


p——— e e

AKALEMHS HAVK CCCP

OPJIEHA JIEHUHA
HHCTHTYT FEOXMMHH 1 AHAJIMTHYECKOM XHMHH
HM. B. H. BEPHAJICKOI'O

Cepus: <AHAJTHTHYECKASl XHMHSA 3JIEMEHTOB>»

AHAJIMTUYECKAST XMMHY _
OJIOBA

B. B. Cnusakosckuii

/556

596, 3

U3OATEJBCTBO «HAVKA»
MOCKBA 1975




YIIK 546.811/.814:543

Cepusa: «AHaaruTuvweckas Xumus 31eMeHTOBY

InaBuplii pejaktop

akazemuk A. I1. Bunozpados

PepakuHoHHas KOJJETHA:

H. I1. Aaunapun, A. H. Byces, A. I1. Bunozpados, A. H. Epnarxos,
10. A. 3oa0tos, A. B. Kapaxun, 1. H. Masei, C. B. Cagsun,
H. B. Tananaes, M. Il. Boaviney (yuensiit cexperapb)

Penaxtop ToMa «AHaJHTHYECKad XHMH:A ONOBa»

noktop xummgecknx nayk C. b. Cassun

Apnpec peakoJneruu:

117334. Mocksa, BopodbeBckoe uiocce, 47a
Opnena Jlenuna MIHCTHTYT FeoXHMHH H AHAJHTHYCCKOH XHMHH
um. B, Y. Bepnanckoro Axagemnn nayk CCCP

20506-309
G ~055(02) 75 114-75 © Manarensctso «Hayka», 1975 .



OT PEAKOJWIEI'HH

HuetutyT reoXxuMuu M ananutHyeckoii Xumuu um. B. M. Bepuan-
ckoro AH CCCP ocyiiecTB/sieT H3JlaHHe cepHHM MOHOrpadmwii mo aHa-
JIUTHUECKOHl XHMMHM OTJeJbHBIX 3JEMEHTOB. IDT1a Cepusi — «AHAIHTH-
yeckasi XMMHA 3JEMEHTOB» — coctaBHT okoso 50 Tomos. Tlorpebnoctb
B nojI06HOrO POjia M3laHWK Ha3pesa jAaBHO. BMecte ¢ TeM y Hac HaKo-
NUJCS OTPOMHBIH ONBIT MHOTOYHCJEHHBIX Jabopatopuil, M Tenepb
CTAN0 BO3MOMKHBIM M HEOGXOIMMBIM €ro MNOJALITOXHTh. Takum o6pazom
BO3HHKJIO HACTOMINEE H3JlaHHEe — CcepHsi «AHaJHTHUYecKas XHMHS 3Je-
MEHTOB», KOTODOE OCYIIECTBJSIETCsi BrepBhie. AHaJHTHUECKAd XHMHA
JoBOT0 3JIeMeHTa M €ro PasjiiuHbIX COEJIMHEHHH B HacTosAllee Bpems
NIPENCTABAAETCS Upe3BbUaiiHO pasHOOOpasHOH KaK BCJE[CTBHE CJOXK-
HOCTH COBPEMEHHBIX OOGBEKTOB HCCJEJOBAHMA M IIHPOTHl JHanasoHa
KOHIEHTpanui, Kotopeie ObiBaeT HeOOXOAMMO OIpelesuTh, TaK H
BCJIEJICTBHE pa3HooGpasusi HCNOJb3YIOIHXCA METOJI0B.

B cBfi3u ¢ 3THM 15 MoHOrpaduil 6bis pa3pabotan oOLUIHHA NJaH Kak
B CMBIC/€ COJEPKAHHSA, TaK H IOCIEJ0BATEJBHOCTH H3JIOMKEHHS Ma-
TepHasa.

B moHorpadmsx couep:karcsi o0lliHe CBeIeHHs O CBOHCTBAX 3JIEMEH-
TOB W MX COeJIHHEHHH. 3areM paccMaTpHBAalOTCA XMMHUECKHE PeakIHH,
SIBJSIIOIHECS] OCHOBAHHEM JJIsi aHAJHTHYECKHX MeToloB. MeTolnl, Kak
(du3nueckue, Tak M (H3HKO-XHMHYECKHE H XHMHYECKHe, H3J1araircs
NPHMEHHTEIHO JIJISi KOJHUYECTBEHHOTO OINpe/esIEHHs] JJAHHOTO 3JIeMeH-
T4, HAUMHAsI € AHAJIH3Aa CHIPbS, jajee — THIHUHBIX MOJYNPOJYKTOB
[IPOH3BOJICTBA H, HAKOHEIl, KOHEYHOH NpPOJYKIHH — META/JIOB H CIlJIa-
BOB, OKHCeil, coJieil H IPYTHX coefMHeHHit u MatepHanos. Kak npasu-
JIO, NPHBOASATCA NPHHLHIBI ONpeJieenHst W, rjle 370 HeoOXCAHMO, Ja-
eTcsl TOYHOE OIMHCaHHe BCEro mnpoiecca onpefencnns. Heobxoxumoe
BHHMaHHe yjeJsiercsi OBICTPHIM MeTojaM aHa/ausa. CaMocTosiTesbHOe
MECTO 3aHHMAET H3JIOKEHHEe METOJOB OnpejiesieHHsl TaK HasbBaeMBIX
3JIeMEHTOB-NIPHMeceH B YHCTHIX MaTepHaJjax.

OG6pautaercsi BHHMaHH€ Ha TOYHOCTb H YYBCTBHTEJIBHOCTH Me-
TONIOB B CBsA3H ¢ oOuell TeHJeHIMEeH TNOBLILEHHS YYBCTBHTEJIbHOCTH
METOJIOB OIpeleJieHUsl CJIelOB 3JeMeHTOB-puMeceii. Monorpaguu co-
nepxat obwupHylo Gubauorpaduio, JA0BEAEHHYIO JO IOC/JECAHHX JIET,
OHHM PACCYHTAHBI Ha MIHPOKHH KPYr XHMHKOB, B NMEPBYIO OY€PEib XH-
MHKOB-2HaJIHTHKOB HCCJIEJI0BATEIbCKHX HHCTHTYTOB H 3aBOACKHX Ja-
GopaTopuii pasIHYHBIX OTpac/ell Xo03fAiCTBa, a4 TaKKe Ha XHMHKOB-
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npenojasateseii 1 CTYACHTOB XHMHUYECKHX BLICHIHX Yy4eOHbLIX 3aBe-
nennit. K cocraBienuio monorpadwiii nmpHBJedYeHbl KpynHeHuHe co-
BeTCKHE CIICIIHaJHCThl, HMEIoIHe ONnbiT paforsl B 06JacTH aHaJIHTH-
yecKOH XHMHH TOTO MJIH MHOTO XHMHUYECKOTO 3JIeMEHTa.

OtnieJbHBIE TOMA CEPHH AHAJIHTHYECKOH XHMHH 3JIEMEHTOB OYAYT
BHIXOAMTh CaMOCTOATEJILHO MO Mepe HX MOATOTOBKH. BBIIJIH B CBeT
monorpabhuy, TOCBAIIEHHEE TOPHIO, TAJUIHIO, YpaHy, DYTEHHIO, MO-
Jaubjeny, Kaiuio, 60py, IHPKOHHIO H raduuio, Ko6anbTy, GepHIJIHIO,
pelKo3eMebHbIM 3J1eMEHTaM H HTTPHIO, HHKEJO, TeXHEelHIo, MpoMe-
THIO, ACTATHHY H (DPAHIHIO, HHOOHIO M TaHTa/]y, NMPOTAKTHHHIO, Tal-
JM10, GTOpY, CEeJEHY H TeNyPY, aJlOMHHHIO, HENTYHHIO, TPAHCIIYTO-
HUEBLIM 3JeMEeHTaM, IJIATHHOBHLIM MeTajlaM, pajuio, KPeMHHIO, Tep-
MAHHIO, MATHHIO, 30JI0TY, PEHHI0, KaJMHI0, KAJbLHIO, PTYTH, JHTHIO,
maprauny, dochopy, cepeSpy, pyOHIHIO H LIe3HI0, IHHKY . FOTOBATCA K
meuatd MOHOTPa(HH 1O aHAJMTHYECKOH XHMHH cepbl, BOJL(pama,
MBILIbAKA, 430Ta.

Mul o6panraeMcst ¢ npoch0Oli KO BCeM YHTATE/NsIM TNPHCHIIATE CBOH
3aMeYaHHs M OT3bIBLI O MOHOTpadusix.



IMamara npodeccopa
@. T. )KAPOBCKOI'Q

IMPEIHCIIOBUE .

IlaBuee ucrnosb30BaHHe 0J0BA B TeXHHKE CHOCOGCTBOBAJIO nopo6-
HOMY H3Y4EHHIO €r0 XHMHKO-aHAJHTHYECKHX cBOficTB. Ofinako TpeGo-
BaHUA K UYBCTBHTEJLHOCTH, TOWHOCTH, 3KCTPECCHOCTH H HEKOTOPHIM
APYTHM XapakTepHCTHKAM aHA/JHTHYECKHX METOJAHK HEeNpephBHO BO3-
pacraior, 0COGeHHO B CBSI3H € HCTOJIL30BAHHEM 0JI0BAa B MaTepHastax
COBPEMEHHOH TEXHHKH (CBEPXNPOBOJAHHKH, TNOJYNPOBOAHHKH, MaTe-
pHaJibl aTOMHOH 3HEPreTHKH H T. I.).

B nocJieanne rofipl, XapakTepHsyiommecs: MHPOKHM HCMIOMb30BAHHEM
HOBBIX CMOCOGOB pasjieJIeHHsi SJIEMEHTOB, NPHMEHeHHeM pa3Hoo6pasHbIX
OpPraHHYeCKHX DeareHTOB, BHEJPEHHEM B NMDAaKTHKY aHAa/iH3a COBpe-
MEHHBIX (H3HKO-XHMHYECKHX H (H3HYECKHX METOJIOB, CYILECTBEHHO
H3MEHHJIHCb BO3MOXHOCTH OTIPE/IEJICHHS 0JIOBA B Pa3/JHYHBIX 0OBEKTaX.

B npomiom onpenesiense onoBa NpoBOHIOCE B OCHOBHOM rpaBH-
METPHYECKHM (C HCI0JIb30BaHHEM B KauecTBe BecOBOH (OpMBI JBYOKHCH
0JI0Ba), 3JEKTPOrpaBHMETPHYECKHM  (BecoBas topma — 371€MEHTHOE
0JIOBO) M THTPHMETPHYECKHM (Hauboaee yacTo — HOJIOMETPHYECKHM)
MeTojaMH. STH METOARI, PETEepPIIeB CO BPeMEHeM Psij H3MEeHeHHi, npH-
MEHAIOTCA JNOCTATOYHO YCNEIHO H B HACTOsIEe BPeMsi, XOTsi POJib HX
B QaHAJHTHYECKOH XHMHH OJIOBa HEYKJOHHO CHHIKAETCS .

CsoiicTBa 0/10Ba TaKOBbI, YTO TOUTH BCE COBPEMEHHBIE METO/Ib! aHA-
JH3a MOTYT OBITh HCIOJIb30BaHbI NPH OMNpEJeJeHHH 3TOr0 3JeMeHTa.
OGpasoBanue TPyAHOPACTBOPHUMBIX COEIHHEHHI C HEOPTAHHYECKHMH H
OpTaHHYEeCKHMH peareHTaMH H BO3MOXKHOCTb BOCCTAHOBJEHHS OJIOBA
H3 PacTBOPOB 0 METa/jla Ha KaTOAEe ONpEeNe/sioT BO3MOXKHOCTH Ipa-
BUMETDHYECKHX METONOB OINpeJeseHHsi 3TOro Mertasna. CrnocobHOCTD
KOJIMYECTBEHHO BOCCTAHABJIHBATBCH B ONpEJEJIEHHEIX YCJAOBHAX J0
ABYXBAJMEHTHOTO, 4 3aT€M KOJMUYECTBEHHO OKHCJATLCS PAAOM OKHC-
JIHTEJIel JI0 UeTLIPEXBAJIGHTHOTO COCTOSIHHSI, & TaK:Ke 0GpasoBaHHe 0JI0-
BOM TPOYHBLIX KOMIJIEKCOHATOB H MHOTHX JIPYTHX J0CTaTOYHO MPOYHBIX
KOMIJIEKCOB SIBJAIOTCS OCHOBOH THTPHMETPHYECKHX METOJOB OInpene-
JIeHHs 0J0BA. BO3MOKHOCTL BOCCTAHOBJIEHHS O0BA O JBYXBAJEHT-
HOT'O HJIM 3JIEMEHTHOI'O COCTOSHHA H, HA060pOT, OKHCJEHHS J0 BBICLIHX
BaJICHTHOCTEH IWIMPOKO MCNIOJIB30BaHA NPH NOJAPOrpadHYEcKOM Or-
pelleJieHHH 5Toro s/iementa. O6pasoBaHHe COeJHHEHHH ¢ HeOpraHmyec-
KHMH H OpPraHHYeCKHMH peakTHBaMH, TMOIJIOWAMIUHX H PacCeHBalo-
UHX CBET B yJIbTPa(HOIETOBOH U BHAMMOI OG/IACTsX CHEKTPa, a TaKkKe
AOCTaTOUHO sIPKasi JIIOMHHECIIEHIIHS] HEKOTOPHIX COeNMHEHMil OJIOBa
06ecreqHBaloT BO3MOXHOCTb NPHMEHEHHS (JOTOMETPHUECKHX METOJIOB.
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®oToMeTpHS TIAMENH, aTOMHO-a6copOLHOHHbIH, 4TOMHO-(1yOpeCcLEenT-
HBIfi, CHEKTPaNbHBI, a TaKiKe BBICOKOS(XpEKTHBHLIE DPEHTTEHOCHEKT-
paqibHbif, AlepHbIE (B TOM YHCJE H SITP npu KOMHATHOI Temneparype)
H MACC-CIIEKTPAJbHHI MeTONbl HCNOJB3YIOT IPH ONpeAesIeHHH OJI0Ba.

Ecam K 3T0oMy J100aBHTDL, YTO OJIOBO KOJHYECTBEHHO OCAXKJACTCS
0 COOCAMIAETCs] ¢ HEeKOTODBIMH COEIHHEHHsIMH, KOJHYECTBEHHO 3KC-
TpATHpYETCs PHAJOM 3IKCTPAreHTOB, OTAEJSIeTCs OT PAS/HUHEIX Sie-
MCHTOB XPOMATOrpauuCcKHMH METOJaMH, a TaKie o0pasyer Jeryuue
coennnenst, ofecreunBaolie BO3MOXKHOCTb HCIIOJIb30BAHHA IHCTHI-
JISIIMOHHBIX METOJIOB OTJENeHHsl, KOHIEHTPHPOBAHHA M Ia30XpoMaro-
rpadHyecKoro MeToja ONpelesieHHsi, CTAHOBHTCA ACHO, 4TO apceHal
METOZIOB OTpee/ents 0l0Ba B HACTOsLIee BPeMs YPe3BhUaiiHO BeJIHK.

M3 cKa3aHHOTO TAKKE SICHO, 4TO BhIGOP ONTHMAIBHOTO METOJA aHa-
JM3a TPHMEHHTENbHO K KOHKDETHOMY OOBEKTYy H TpeBGOBAHHAM,
NPeIBABJAEMBIM K YYBCTBUTE/BHOCTH, TOYHOCTH, SKCIPECCHOCTH aHa-
nu3a, SIBJISIETCS CJIOXKHOM 3ajaueii. [TosToMy uacTo GRIBAET 3aTpy/IHH-
TeJbHO OTHATb NMPEINOuTEHHE TOMY HJH HHOMY METOLY aHa/uu3a, TOH
WIH MHOH aHaJHTHUECKOH OmepaiuH OTAeJeHHs HIH KOHLEHTPHPOBA-
HUSI B OTPLIBE OT KOHKDeTHBIX yCJOBHH aHa/H3a.

CunTal0 CBOMM MNPHSATHBIM JOJTOM BBIPAa3HTh TayGOKYlo TNpH3HA-
renpHocTh uneny-koppecnonzenty AH YCCP B. A. Hasapenko n
poktopy xumuueckux Hayk JI. I1. lllepGoBy 3a peleHsnpoBaHue MO-
HOrpa(uu, LEHHBIE 3aMeYaHHs H COBETHI.

Aptop Gyaer GaarozapeH BCeM WHTATeJIsIM, KOTODbIE€ BRICKAMKYT
CBOH NOKEJAHHS OTHOCHTEJBHO YJYUIIEHHs] MOHOTpaduH.

B. B. Cnusakosckuli



[ aasa 1

PHU3HKO-XUMHUYECKAS
M XUMHKO-AHAJIMTHYECKASI XAPAKTEPUCTUKA
OJIOBA H Ero COEAMHEHHH

OJ10Bo 6BIIO H3BECTHO YJIOBEKY yiKe B VIYGOKOIX ApeBHOCTH. Pac-
NpOCTPaHEHHOCTk 0JI0BAa B 3eMHOH Kope ~8-10—2% macc. %. Henoapzo-
BaTh €ro Haua/u NpHMEPHO TOTJA ke, KOrja Haua/ld NpHMeHSTbh Melb
(6—6,5 TeicsY Jer Hasax — GpOH3OBHIA Bek).

Hssectno Gosee 20 MuHepaJos, conepkamux omnoeo [64, 502];
Ype3BLYAHHO PEeJKO BCTPEYaeTcs CAMOPOAHOE OJIOBO (WACTO BMecTe
¢ sos0toM) [556]. ITo cBoeMy xumuueckomy COCTaBY MHHEDAJIBl 0J10Ba
PasJeNAloT Ha OKHCJbI (KACCHTEPHT), CYJIb(HILI (ko/IbGeKHH), CYJIb-
hocranHathl (CTAaHHHH), CHIHKATHI (apaHAH3uT), GOpaThl (HOp IeHITHJIB-
AuT) W Tantanatel  (xbesant) [570]. CocTaB OCHOBHEIX MHHEpaJioB
0JIOBA IIpHBENEH B Tabu. 1.

Taéanga 1
OcHOBHBIE MHHEpaJBl 0J10BA
MuHsepan DopmyJia ConepxanHe, % YA, Bec g:gfg
Kaccurepur SnO, 78,62 Sn 6,8—7,0 | 6—7
CraHHuH CuyFeSnS, 27,5 Sn; 29,5 Cu 4,3—4,5| 3,5
Tuanur SnS.PbS — 6,36 1—2
Luanuapur PbgSngSbh,S,; 26,5 Sn; 34,8 Pb; 5,b 2,5
13,6 Sb

IIpoMbilsiennoe 3HaueHHe HMEIOT KACCHTEPHT (OJIOBSIHHEL KaMeHb)
M B MeHbLIEH CTENEHH CTAaHHHMH (OJIOBSIHHBIH KOJuenaH).

Conepxanue ooBa B Kaccutepure KoseGaercs or 70 no 78%.
B kauectse nmpumecei kaccutepur wacto comepxur Fe, Nb, Ta, Mn
H JIpYrie 3JIeMEeHThbl, OKPAIUHBAIOLIHE €0 B JKeJTH HIH Oypo-yepHEIl
(20 uepmoro) user. CrpyKTypa KpHCTaJJIOB TeTparonanbHasa. Okpa-
IIEHHBIE B YEPHBIH IIBET PA3HOBHAHOCTH KAaCCHTepHTa GOTaThl KEJe30M
H 00/1afaloT MarHHTHBIMH CBOHCTBAMH.



CTaHHHH BCTPEU4eTCs B OJOBAHHBIX PYyAaxX 3HAUHTENbHO pEXKE,
yeM Kaccutepur. B KayectBe npumeceii OH 4acTO COMEPIKHT Sh, Cd,
Pb u Ag. CraHHHH — MHHepaJ cepo-CTaJIbHOTO L(BeTa C 3eJIEHOBATHIM
orrerkoM. OOLUHO BCTpeyaeTcsi B BHJAE HEMPABHJDBHLIX 3€peH H 3€p-
HucThiX Macc. CTpyKTypa KPHCTaJJIOB TeTparoHajbHas.

Ta6aumga 2
Coctae ToapHoro oaoa no IOCT 860—60 (Hopma XHMHYECKOro cocTaea, %)

" 04 03 02 01 01 nu. | OBY-000
As 0,05 0,056 0,015 0,01 0,01 B L
Fe 0,05 0,05 0,02 0,009 0,009 | 1.10—4
Cu 0,10 0,10 0,03 0,01 0,01 1.10—°
Pb 3,0 1,0 0,25 0,04 0,025 |1.10—%
Bi 0,10 0,06 0,05 0,015 0,01 5104
Sb 0,30 0,30 0,05 0,015 0,015 | 5:10—5
S 0,05 0,04 0,02 0,01 0,01 —-
Zn — — — - — g0t
Al -— o — — — S04
Ga —- — — — —_ 5. 1075
Ag 4o o - — — |5.10°
Au — — ey £ 3 1.10—%
Co - L & 3 SR T [
Ni — — —_ s e 112008
Cymma onpefiesisie- 3,65 1,60 0,435 0,10 0,085 | 1.10—*
MBIX TpHMeceit
Sn, He meHee 96,35 08,40 99,565 99,90 99,915 99,999

ITpombilsieHHble  KOHLUEHTPAUHH O0JI0Ba Bbillile €ro KJapka B KO-
pennbix Mectopoxkienusx B 100—300 pas, a B pOCCHIMHbIX — TOJNBKO
B 5—10 pas; pyas o6buHO coniepxkaT He Gosee 1% Sn, a pocewini —
nuorna toabko 0,01—0,02% Sn. Kaaccupukaims OJNOBSHHBIX PYyJ
CJIOKHA, TAK KaK PyAbl H3 MECTOpOMJEeHHH pasiuuHoil dopmMainuu or-
JMYAIOTCS TIO CBOEMY MHHepaJjorhueckomy cocraBy [462, 502]. Pynw
oboramarT rpaBHTailiel, MarHHTHOH cenapauuei, duaoramued u ¢io-
TOrpaBHTallHeH, 8 POCCHINH — MPEHMYLIECTBEHHO TPABHTALHEl W IPH
- atom mnodsyyawr 40—70%-Hele KOHLEHTPATHI.

[Tpou3BOACTBO 0JI0Ba M3 KOHIEHTPATOB OCHOBAHO HAa BOCCTAHOB-
JIGHHH JIBYOKHCH OJIOBA YIVIEM B OTPaKaTeJIbHbIX HJIH 3JIEKTPHYECKHX
neuax. JlJisi yjaneHusi npHMeceii cepbl H MbllIbsKa KOHIEHTPATH pej-
BapuTenbHO O6xkurawor npu 600—700°C; mpumecu Fe, Bi, Sb Briue-
nauuBaioT Kouu. HCl. OuHuieHHble KOHIEHTPAThLl TMJIaBAT €  YIJIeM
U daocami.

JIJisi nJaBKH OJIOBSIHHBIX KOHLEHTPATOB HCNOJIb3YIOT TAKKe 3J1eK-
Tpuyeckue meun [1315].
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Bosbuioe 3nauenne umeer BTOpHYHOE 0J10BO, norpebnenye ero co-
crapasier Gosee 30 % obuero norpe6ienns onosa [2071. Jlom 1 oTX0xbI
nepepabaThiBAIOT MO PA3NHYHBIM CXEMaM B 3aBHCHMOCTH OT COCTABA W
BHJIA CHIPbS. i

Yepuosoe 041080, nosyyaemoe B pesyJibTare NJaBKH KOHLEHTPAaTOB
B OTpamaTeJbHBIX HJH 3JEKTPHYECKHX TI€uax, CONEpIKHT PsjA NpHMe-
cefl, KOHUEHTPALHs KOTOPHIX KOIEGMETCS B LIMPOKHX npejenax:
Sn 96—99%; Fe 3,0%; Pb2,0%; Sb0,3%; Bi0,1%: As 0,4 %:;
S$0,1%; Cu0,5% [673].

TpeGoBanns K umHCTOTE TOBAaPHOTO 0JI0B4 JOBOJIBHO BHICOKHE
(tabs1. 2), nosToMy uepHOBOE 0JI0BO HY¥K/AaeTcs B JIONOJHHTEbHOH
ouHcTKe. OuHCTKY OT NpHMeceii NpPOBOAST METOJAMH OFHEBOTO HJIH
SJIEKTPOJIHTHYCCKOTO paMHHPOBaHHsA, a B HEKOTOPHIX CJAyuasiXx OKa-
3bIBAETCSl  11e1ecO00pasHBIM  N10C/Ie/J0BATeIbHOE  IPHMEHEHHe 060HX
metoioB [3831].

B nacrosiwee Bpemsi Gosee oamO#i TPeTH mOAYYEHHOTO O0BA He-
NOJIb3YIOT /ISl M3rOTOBJIEHHs! Gesiofi kecTH, mnoTpeb/sieMOil MOYTH
TNOJIHOCTBIO KOHCEPBHOH NPOMBILLIEHHOCTBI0. OJIOBO BXOAHT B COCTAB
MHOTHX BayKHbBIX CIIJIaBOB: OPOH3 (CIJIABBI C MEJIbIO), NPHI0EB (cntaBel
CO CBHHLIOM), CNJIABOB AJIS TOALIMIHHKOB (6aGOHTH — COJIEPIKAT KO-
M€ 0JIOBa, CBHHEIl, CYPbMY H MeJlb), THMOrpadCKUX CIJABOB (CIJIaBhi
0JI0BA €O CBHHLOM W cypbMoii). (O/10BO MPHMEHSIOT i B aTOMHO 3Hep-
retike. Cn/iaBbl IHPKOHHS € OJIOBOM, OGJMajdiouiHe MaJibiM nonepey-
HBIM CEYEHHEeM 3aXBaTa HEHTPOHOB, NOBHILIEHHOH KOPPO3HOHHON CTOM-
KOCTLIO H NMPOYHOCTBIO, HCMOJB3YIOT KaK KOHCTPYKIHOHHbI MaTepHaJ
A7 aTOMHBIX peakTopoB. IlpousBojicTBo cnnasoB norpebaser Gosee
NOJIOBHHBI MTPOH3BOAHMOTO 0JIOBA.

O/I0BO NpHMEHSIOT TaKKe /S JIYXKeHHs:; IBYOKHCb O/0Ba CJIYIKHT
T/IaBHOM COCTABJISIOWEH NP H3TOTOBJEHHH JKAPOCTORKHX SMatell H
CBHHIIOBO-O/IOBSINHEIX Ttasypei. Coan 0/10Ba (CTaHHATHI) HCMONB3YIOT
NPH KpalleHHH FKaHej.

OusioBoopranmyeckne COSAHHEHHS NOMYYHIH NPAKTHYECKOE MpHMe-
HEHHE B KauecTBe CTalHJIM3aTOPOB BHHHUJOBLIX cMOJI (HauGosee on-
PaBianu cebsi AHGYTHANIAYPATOJIOBO H MOHOMEpHHII! An6GyTHIMaNear-
0/10B0), cTaGHIN3ATOPOB 3/IEKTPOUIONANHOHHEIX CHHTETHYECKHX MaceJ,
AHTHOKHCJIHTE/IBHLIX NPHCAJ0K K CMA30YHBLIM M PACTHTEJbHLIM MAcJjaM
Al TEKCTHJAbHOH NPOMBILVIEHHOCTH, HHCEKTHLUJOB, JI€KapCTBEHHBIX
BemecTB [699].

PH3HYECKHE CBOHCTBA OJIOBA

On0BO — xUMHYeCKHiT 37€MENT noarpynnel repmanis IV rpynnm
O NEepHOjA NepHOAMYECKOli cHCTeMbl saementos J1. M. Menneneesa.
Ilprponnoe 0,080 cocTONT 13 1ecsATH H3OTONOB © MACCOBEIMH YHCJIaMH:
112 (0,95 %), 114 (0,65%), 115 (0,34%), 116 (14,24%), 117 (7,57%),
118 (24,01 %), 119 (8,58%), 120 (32,97%), 122 (4,71%), 124 (5,98 %).
Hocnexunii  u3oron caaopajHoakTHBeH  (nepHoj  noJjypacnaja
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Ta6auua 3

HanGonee BaXKHble DPAjHOAKTHBHBIE H30TOMBI 070BA [348]

Ma:;gige l‘!epuogar'lon::{yl}:acna- Tun pacnaga DHeprus HINYUCHHs, K38
113 118 Pacnaj ¢ 3aXBaToM 24 (V)
3JE€KTPOHA
121 28,2 yac p— 383 (p—)
123m 125 = 380, 1420 (f—);
1080 (v)

125m 9.7 p— 2350 (B—);
26, 330, 468, 815, 910,
1068, 1970 u 2200 (7)

MMpuMeyaHHe.
MEpOB C MACCOBBIMH YHCJAMH MEXAY 108 u 132.

Beero HapecTHO 15 pajlHOAKTHBHBIX M3OTOMOB 0JI0BA H HECKOJBKO H30-

1,5-10" ner) [307, 503]. KckyccTBeHHO noJyueH psiil paaHOaKTHB-

HBIX HM30TONOB oJioBa (TabJa. 3).

HekoTophie OCHOBHBIE (U3HUECKHE KOHCTAHTBI OJIOBA MPHBELEHBI

nuxke [2761:
Kpucraanndeckas CTPYKTypa

ITnoruocTs, 2/cM?
Mapamerpst pemerkn npu 20°C, aam

Temmeparypa naasienus, °C

Temneparypa kuneuus, “C

Vrneapsasi Tensoemkocts npu 20°C, xaa/e-epad
Vie/ibHO® 571€KTPOCONPOTHBJIEHHE, MKOM:CM
Monyae ynpyroctu, kI'[mm®

Teeprocts no Bpuueamo, &I /mu’

TTonepeunoe CeueHHe MOTJIOUIEHHS TEMIOBBIX
HefiTponos, Gapx

o (xyGuueckas) u
B (rerparonanbHas)

o 5,85; B 7,298
o 0,646 (a); p 0,58197 (a);
0,31749 (o)
231,9
2200
B 0,541
2500—20 000
4150—4780
«6,2; p 5,2
0,65

OJ/I0BO — MATKHiT Meraq1, o6JanaeT BLICOKOH MJIacTHYHOCTBIO, KOB-

KOCTBIO H JIETKOTIaBKOCThI0. OHO MOeT ObITh MPOKATaHO A0 TOJIILHHEI
cnos 0,005 ma.

VaBecTHy! jBe a/I0TpONHbe GOpMBI 0/10Ba: f—0oBbuHOE Gesioe 0J10-
Bo, ycroiiunsoe soiwe 13,2°C, n a—cepoe OJIOBO, yCTOHUHBOE HHIKE
13,2°C. Brime 161°C 0/10BO CTaHOBHTCS XPYNMKHM H MOXKET GbLITh Jer-
KO H3MeJbueHO B MOPOILIOK (Jyyuie BCero NpH Temneparype ~200°C).

XUMHYECKHME CBOACTBA OJIOBA

IIpeBpamenne 6eJoro 0j0Ba B Cepoe — SIBJIGHHE, KOTOPOE Hasbie
BaloT OJOBsiHHON uymol. OGLYHO MEJJIEHHO HAyllee [pPEBpalleHHe
yCKOpSieTCsi NPH CONMPHKOCHOBEHHH C YiKe NPEeBpalleHHBLIM MeTa/loM,
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[pH 5TOM Pe3KO H3MeHsioTCsl CBOHCTBA 0Ji0Ba, OHO lpeppauaercs B
NOPOILIOK.

Yem umuie oqoo #H ueM OGosblieil jedopMaiui OHO MOABEPIJIOCD
nepej XpaHeHHeM, TeM ObICTpee NMPH HH3KHX TeMmneparypax HOpoHCXo-
IUT npeBpailenne Gesnoro oJosa B cepoe.tBhicokasi ckopocTb npespa-
LieHHsi nabuiofiaeTcsi B NPHCYTCTBHH IPHMeced Te, Mn, Co, Zn, Al,
Ga u As, B menbueit Mepe Fe n Au; CHJIBHO yMEHBLIAIOT CKOPOCTH
npeppamenus Pb, Cd, Sb u Ag, B menbmeit mepe Ni u Cu; noGaBka
0,5% Bi nonHOCTBIO NMpejoTBpallaeT OJOBSHHYIO uymy [698].

Cepoe 0/10B0 00JsiafiaeT NoJyIPOBOJHHKOBBLIMH CBOHCTBAMH.

IIpounas ToHKasg NOBEPXHOCTHAS IVIEHKAa OKHCJIOB JEJAeT OJIOBO
VCTOHYMBBIM MO OTHOIIEHHIO K BO3YXYy M Bojie. MepsieHHOE OKHCIEHHE
0J10Ba Ha Bo3pyxe c o6paszoBannem SnO u SnO, HabmojaeTcs JHIIb Bhi-
mwe 150°C [383]. BHAHCTHAJST COBEpIIEHHO HE PacTBOPSIET 0JIO-
Bo [123]. Ilpu BHICOKO# TeMmepaType OJIOBO JIETKO M IOJHOCTBIO CIrO-
paet, o6pasysi JBYOKHCb OJIOBA.

C xnopom u 6pOMOM 0JIOBO B3aUMOJEHCTBYET mNpu OOLIYHOH TeMre-
parype, ¢ HOLOM — npH cjabom HarpeBanuu. Peakinus c dgrropom mpo-
TeKaeT NpH OOBLIYHOMH TeMnepaType upe3BbiuaiiHO MemaeHHo, npu 100°C
Hzet oyeHb 6ypHO — ¢ nosABjaeHHeM niaMenu. Ilpu narpesanum o080
SHEPrHYHO pearHpyeT ¢ Cepo, CeNEHOM H TEJIJypPOM, B3aHMOJCHCTBYET
¢ tocopoM, a ¢ a30TOM, YIVIEPOJOM, KPEeMHHEM H BOJOPOJIOM HENo-
CPELCTBEHHO He B3aHMOJEHCTBYET, OJHAKO KOCBEHHBIM MYTEM MOXKHO
NOJIYYHTh THAPHALI, HHTPHALI H MMHABI oJoBa [352, 469].

BuiM3zocTh HOPMaJIbHOTO IMOTEHIHANA OJIOBA H BOJAOPOAA, 4 TaKIKe
BBLICOKOE IlepeHanpsiKeHHe BoJ0pOAa Ha 0JI0Be OOLSCHAIOT MaJjyio CKO-
pocTh B3aHMOJEHCTBHSI 3TOr0 MeTasla ¢ pa30aB/eHHBIMH KHCJIOTAMH
(ocoGeHHO B OTCYTCTBHE KHCJI0pOAa). B mpucyTcTBHH KiicJopoja CKo-
pOCTb pacTBOpeHHsl cyulecTBenHo Bospacraer [123]. ¥Ycroiuuso oso-
BO Takxe B atMocgepe rasoo0pasHOro CepOBOLOPO/d, HACHIIEHHOTO
BJIATOH, H B €r0 HaChIIleHHOM BOJHOM pactBope [622, 623].

KoHnnenTpupoBaHHasi cosisiHasi KHCJIOTA JIerko (0cOGeHHO NpH Ha-
IPeBaHMH) pacTBOpsAeT oJ0BO ¢ obpasoBanueM SnCl, u Bogopoaa.
Hutepecno ormeruth, uto peakuus P-onoBa ¢ 37%-uoit HCl npu
—17°C uner c o6pasoBanueMm SnCl, u Bogopoxa. B 3THX ycaoBHAX
a-ojoBo o6pasyer SnCl, [920].

CxopocTb GeccTpyKKOBOTO pacTBopenus oJosa B 5,54N HCI npu
17°C nuMuTHpYeTCS CKOPOCTBIO AHOAHO-KATOAHOTO IIpoiecca, B TO
BpeMs K4dK CKODOCTb PacTBOPEHHSl TaKHX MeTaJlJloB, KaK Maruuii u
IHHK, 3Ha4YHTeJbHO O6OJblUe H JHMHTHPYeTCS CKOpocThio Ju(dysHn
pacTBOpHTE/Si K TMOBEPXHOCTH Meraisia [333].

CusibHO pasbaBiieHHas XOJIOAHAA a30THAsi KHCJIOTA MELJIEHHO pac-
TBOpsieT 0J10B0 H oGpasver Sn(NOy),. IIpu sTOM He NpoHCXOAMT BhIE-
JIeHHs1 BOJOPOZa, a HJET BOCCTAHOBJIEHHE a30THOH KHCJOTH. KoHIeHT-
pHpoBaHHasl a30THAas KHCJIOTA 9HEPTHYHO B3aHMOJEHCTBYET C OJIOBOM
H o0pasyer HepacTBOPHMYIO P-0/0BsiHHYI0 KHCJIOTY. C KOHIEHTPHpPO-
BaHHOI cepHOH KHCJOTOH OJIOBO B3aHMOJEHCTBYET ropasio MeJieH -
Hee,



OnoBo ouyeHb XOPOILO pacTBOpsieTCs B 1lapcKoi Bojke. Peaxiums
NPOTEKaeT no YpPaBHEHHIO

35n - 4HNO; + 12HCI — 38nCl, 4 4NO -+ 8H,0.

Pactsopsi (1 %-Hble) YKCYCHOH H MOJIOYHOR KHCJIOT B3aHMOJEiCTBY-
IOT C OJIOBOM NPHMEPHO ¢ TaKOH ke CKOpOCTbIO, KaK CepHasi Kuciora,
W MPHOIH3HTENLHO B 3 Pasa MeAJeHHee, ueM coasnas kucaora [1002].

0,IN pacrsop JHMOHHO# Kucaotel mpu 25°C pacTBopsieT 0J10BO
MIOYTH C TAKOH K€ CKODPOCTbIO, KaK COJIsiHAas KHCJOTa INpPH TexX e
yesioBHsix. On0BO PEarHpyer co CTeapHHOBOH M OJIEHHOBOH KHCJIOTaMH
NPH BHICOKHX TeMneparypax. Haunbosee arpeccHBHON M3 H3YYEHHBIX
OpTaHHUeCKHX KHCJOT N0 OTHOWEHHIO K OJOBY OKasa/iach liaBeJe-
Baa [758].

[l[enoun MeAJEHHO PacTBOPAIOT OJIOBO Jlaxke Ha XOJOAY M NPH HH3-
kux Konuentpauusx. CKOPOCTb pacTBOpeHHsI 3HAYHTEJBHO MOBHINIA-
ercs B npucyTcTBHH Bosayxa [123]. Tlpu stom B pactBope oGpasyiorcs
ruapokcocrannat-Honbl [Sn(OH)gl*~. Pacrsopumocts oz0Ba B ie-
JI0YaX HCMOJB3YIOT /ISl CHATHS €ro €O CTaphiX KOHCEPBHHIX 0aHOK,
MocJie Yero MeTasui BhIIeJISIOT H3 pacTBopa 9/eKTposauTHdeckH. [las
nepeBeleHHs 0J0Ba B PACTBOP NPHMEHSIOT METOJ aHOJHOTO pacTBo-
pennsi onoa B Koullentpuposannom pacrtsope NaOH. Ilpu stom, ox-
HAKO, BO3MOJKHO NMAaCCHBHPOBAHHE 0JIOBA, €CJH MJOTHOCTL TOKa Tpe-
BBILIAET OnpejeseHHYI0 BEeJHYHHY.

Heruipo/susyiolHecss COH CONAHOM, CepHOil M APYTHX KHCJOT He
paspymaior OKHCHYIO TJIEHKY Ha OJIoBe; B C/ydyae KOPPO3HOHHOTrO
npoiecca AuG0 NMPOHCXOJAHT YTOJIIEHHE OKHCHOH MJIEHKH H MOBEpX-
HOCTbL 0OJIOBaA TyCKHEET, JH60 NOABASIIOTCS YEpHBLIE MATHA H KOPPO3HA
HOCHT Toueunwil Xapakrep [746]. Cosn, moxsepraioiuinecs: rupoIH3y
H umelomune B pactBopax Kucayio peakuuio (FeCly, AlCIy), B npucyrer-
BHH OKHCJHTeJieii BHIBHIBAIOT Kopposuio osoBa [1171].

Heoprannueckue coelHHeHHs 0J0Ba

CoctosinHe OJIOB2 B €r0 CcOeJiHHeHHAX ObiBaeT OTPHILATENBHO YeThl-
PEXBAJeHTHBIM HJIH  3JEKTPOHeHTPaJbHbIM M (OPMAbHO YeTLpex-
BAJICHTHBIM;  [1OJIOKHTEJIbHO YeThLIPEXBAJNEHTHBIM M IOJIOXKHTENbHO
JBYXBaJICHTHBIM. ‘

TNpeanonaraioT, YTO OTPHLATENBHO YETHIPEXBAJIEHTHOE OJIOBO MPH-
CYTCTBYeT B BOJIOPOJHOM coejaunenuH ojoa SnH,. Oamako moxer
GLITb 9TO M YHCTO KOBAJEHTHOE cOeHHeHHe. AJIKHJIbHbIE COeHHEeHHs
0JI0Ba TakKxe, N0 BCefl BEPOSATHOCTH, MOCTPOeHbl KoBasenTHo [469].
Ectb ykasamne Ha BO3MOXHOCTH 0Opas’oBaHHsi NMPOMEXYTOYHOTO CO-
€IMHEHHs] TPexBaJeHTHOTO osioBa npH okueaenuu Sn(IT) [983]. Pas-
noxkenne Sn,Clg npoxoaut c obpasosanuem SnCl, u SnCl, yixe Bbi-
ue —65°C. Opuarko Sn,(CH4COO), npencrasastommii coboit Gebrii
KpHCTa/IHuecKuil mopoumok, yeroiuus o 300°C [405].

Crannomeran SnH, npH HOpMaJbHEIX YCJIOBHSX — OeCLBETHbII
ras (temneparypa kunenusi —52°C), nocrenenHo pasjaraercs Ipu xpa-
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nennn wa sneMentht. [lpn 150°C pacnan mpowexoant Grerpo. Boga,
pasbaBJeHHbIE PACTBOPHI KHCJIOT H LIeJOYeH passaraior SnH, cpas-
HHTE/IbHO Melsienno. Ilo spoeurocty SnH, npuGaumkaercs K Mbimb-
fKopHcTOMY Bosopony [405]. O6pasoBanme SnH, npu Boccramose-
HHH 0J10BA LHHKOM B COJISSHOKHCJOM DAacTBOPE ObLIO MPeNsIOKeHO
HCIO0/Ib30BaTh AJIsi OTKPLITHS OJIOBA T0 CHHEMY OKpAIUHBAHHIO TJa-
menu napamn SnH, [1175]. Oxnako nosmmee B paGore [533] 6o
NOKa3aHo, 4YTO JobaBJeHHe LHHKA Heo6f3aTeNbHO, TaK KaK Te Ke
pe3ysbTaThl MOJYYaloTCA NPH BBEJEHHH B mJams mapos SnCl,, orro-
Haouerocs coemectno ¢ HCL.

CraHAapTHBIH OKHCJIHTeALHO-BOCCTAHOBHTEbHEI NOTeHIHaJ CH-
crembl Sn/Sn(11) paeen —0,136 ¢, Sn(I1)/Sn(IV) — 40,15 & [315].
B menounoii cpexe morennman cueremsr Sn/HSnO37 paBeH npHOJIH-
sutespio —0,3 ¢ (286, 383]. Ilpu sxeficTBUH KOHUEHTPHPOBAHHBIX
meJioueii 0JIOBO PACTBOPACTCS € BbAEJEHHEM BOJOPOJA.

Coenunennst onosa(ll) — cuabnbe BOCCTaHOBHTENH, HAGMONACTCS
TeHAeHuns K nepexoty Sn(l11)—Sn(IV). B 1o xe Bpems Sn(IV) mo-
#eT ObiTh  BOCCTaHOB/IEHO 10 Sn(11) pas/HUHBIMH BOCCTAHOBHTESIMH:
METaJIVIHYeCKNM kesiesom [872], cnuiaBom esesa ¢ mukesem [891],
nukesnem [888], amomunuem 7811, ceunuom [3351, cypbmoit [1145],
unukom [8871], cniaBom umnka co ceuumoM (9791, a Taxike runodoc-
¢durom [570].

Houer Sn(1I) co 100%-1oii sxpeKTHBHOCTbIO TeHepupYIOTCS Ha
CBHHILOBOM KaToAe M3 pacTecpa, comepxamerc Sn(1V), H,SO, uau
HCI. ITpu srom ontumanbuas naorhoets Toka 0,1—12,0 Mafem® [280].
[lpu npHMeHeHHH CHIBHBIX BOCCTAHOBHTE.IEH (Al, Zn) wereipexpanenr-
HO€ OJIOBO MOXKET GHITH BOCCTAHOBJIEHO 0 ABYXBAJEHTHOTO COCTOSIHHS
METaJI/IHYECKHM OJIOBOM TOJIBKO B TOM cJaydae, Koraa Sn(IV) Bxoxur
B cOcTaB KommiekcHoro katnona [108]. Bosiee noapo6uo o6 yesosusix
okucaenust Sn(I1) no Sn(IV) u Boccranosaenns Sn(IV) 1o Sn(11) em.
B pasjese «THTPHMETPHYUECKHE METOABI AHAJH3AY.

Oxucisl onosa [383]

Oxucb onosa SnO uepHoro usera B npupoge He BcTpeyaercst. UMs-
BECTeH KpacHbIH okuces onoBa(ll) [863], ycroiunBmii na BO3yXe 10
270°C. Temneparypa npeBpamieHHsi 5TOrO OKHCJA B CTAGHJLHBI 4ep-
HEIH 3aBHCHT OT Bospacta oGpasua. [1peBpamenne mosxer IIPOUCXOJHTh
TaKke npi 06paGoTKe KOHIeHTPHPOBAHHOM MIEIOUbIO HIIH NIPH KOHTAKTe
CO cTabHabHON (HOPMOH.

Jeyokuce onoa SnO, B npupoze NpeJicTaBjeHa MHHepaJoM Kac-
CHTEDHTOM, KPHCTa/UIbl KOTOPOrO OGBLINHO OKpAlleHhl NPHMECSMH B
HEJITBIH HH Oypo-uepHbIfi 1Ber. JIBYOKHCH 0/I0Ba, NOJIy4eHHAS XH-
MHYECKHM MyTeM, H OCOOGEHHO KAaCCHTEPHT, HCKJIOUHTENbHO CTONKH
K JeHCTBHIO BOAHBIX PACTEOPOB KHCJIOT, miesioye, coJied M BOCCTaHO-
BHTEJIeH.

JIBYOKHCh 0/10Ba MOXKHO TOJYUHTh IIPH NPOKAJIHBAHHH METAOJIOBSH~
HOl KHCJOTHI, o6pasyloliefics NpH pacTBOPEHHH 0/0BA B a30THOI
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kucsore. B npoMpimaennoetn SnO, nonyyaioT OKHCJICHHEM MeTaskH-
YeCcKOro 0JI0Ba NMPH BBICOKHX TeMIeparypax H HCNOJb3YIOT NpH Hpo-
M3BOJICTBE 3MaJiell, Iyiasypell, KepaMHYeCKHX H3/leJHil H HEKOTOPBIX
copToB crek/a. JIByOKHCh 0JI0Ba JIerKO BOCCTaHABJIHBAeTCA NMPH Kpac-
HOM KaJIeHHH /10 MeTa/lla ¢ MOMOMIbI0 yrJepoja H Bogopojia. Tonkue
nieskd SnO, HCNOJB3YIOT B KauecTBe HEMOJBHKHOH (asbl MpH HKHA-
KOCTHO# Xxpomatorpaduu B TOHKHX nuenkax [820].

Funpoomcn, OCHOBHBIE W THPOKCOCOJH 0JI0BA

Jlaisi coenuHeHuil oJoBa Kak JABYX-, TaK H, OCOOEHHO, UeTbipexBa-
JICHTHOTO COCTOSIHHII, XapaKTepHa OGosbllas CKJOHHOCTb K THAPOJH3Y
[819, 1088, 1097, 1446, 1447]. Ins nepBoii KOHCTaHTHI THAPO/IH3A
Sn(I1) B cepHOKHCJBLIX PacTBOpax foayyeno snauenne 24,5 [938].

B npoiecce THAPOJH3A MOTYT HMETb MECTO CJCAYIOLLHE PaBHOBECHS
[1445]:

Sn2+ - H,0 = SnOH* + H+, gK,, = —3,92+0,15;
98n2+ -+ 2H,0 = Sn,(OH)3* -+ 2H+, Ig Koy = — 4,45+0,15;
3Sn2+ -} 4H,0 = Sn,y (OH); ' 4 4H*, lg K43 = —6,77+0,03,

IIpn pasGasaennn pacteopoB SnCl, Bojoii o6pasyercst MyTh BCJe-
CTBHE OCAMJIEHHS TPYJAHOPACTBOPHMOI OCHOBHOI COJH, KOTOPOil npu-
mucuBator cocrap Sn(OH)Cl [551, 972, 1235]. Ilpu TuTpoBaHHM pac-
tBOpa XJopuaa osoBa(ll) uwenoybio obpasyercsi OCalOK OCHOBHBIX
xaopunos onosa(ll), cocraB KoToporo B mpouecce THTPOBAHHS H3Me-
usiercsi o1 Sn(OH)p ¢,Cly 55 20 Sn(OH),,5Clg,14 [79]. Onnaxo Bbi-
JJNTh M3 BOJAHBLIX XJOPHHBIX PACTBOPOB YAaJioCh TOJBLKO OCHOBHOM
xaopua coctasa 3Sn0OSnCl,-3H,0 [Sn(OH), ;Cl ;50,75 H,O] [13781.

M3 suTpaTHBIX PAaCTBOPOB OJIOBA MOMKHO IOJIYYHTH OCHOBHYIO COJIb
cocraBa Sny(OH) (NOy), [Sn(OH),, 535(NOg)ge;] [861]. 3Sra ocuos-
Has COJIb YCTOHYHMBA NMPOAOJIKHTEJNbHOE BPeMsi, HO NOCTENEHHO JKeJTeeT
H paszaraercs co ciaGbiM B3pHIBOM, 06pasys JIBYOKHCh 0J10Ba. B3phl-
BAeTCS 9TO COeJMHEHHe TaKxe NpH yAape Wiu Harpesanuu o 125°C.

[Ipu npuGaBjeHHH PacTBOPOB I'MAPOOKHCEH HAH KapOOHATOB HAT-
pHSL HAH KaJus (MpeJBapHTENBHO OCBOGOMIEHHHIX OT KHCJIOPOAA)
K pactsopy SnSO,, cBOGOAHOMY OT KHCJIOPOJA, OCAXKIAIOT OCHOBHOI
cyabgar onopa(I1) npu pH 2,4—2,9. Tlpn pH 4,1—5,2 B ocaake oG-
Hapy:eHa cMech ocHoBHoro cyJabgara osoBa(ll) m SngO4(OH),,
a npu pH 6,3—12— coenunenne SngO4(OH),, coxepmxaiiee npHMEcH
SO2— u Sn(IV). Tlpu ocaxienns H3 XJOPHAHBIX PacTBOPOB COAEP-
skanue Sn(IV) B ocajke Bbillle, yeM B caydae CyJb(aTHEIX pacTBOPOB.

Tuppooxuck onosa(ll). YCTaHOBHTH XHMHYECKHM METOAOM TOYHBIM
cocraB Kpucrajaauueckoil ruapookucu osopa(ll) e mpescrabisercs
BoamoxubiM  [859]. HeycrofiuuBasi KpHCTaJJiHyecKas THAPOOKHCDH
onoa(I1) crabuimsupyercs mpH HAJHYHH B €e KPHCTAJIHYCCKOIl pe-
lIeTKe BBICOKOJMCTIEPCHOM KpemHeBoH Kucaotwl [1479].
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Bestit crysennernii ocanok ruapookuc oqnosa(ll), obpasyouimii-
cstnipn npuGaBiennu wesioun K pacteopam coueit ososa(Il), serko
pactBopsiercst npu joGasJsieHid u3Gbitka wesoun. Ilpn srom o6pasy-
CTCs1| CTAHHHT 1eJIOYHOTO MeTasIa, SIBJASIONMACH CHJIBHEIM BOCCTAHO-
Butesiem [283]. M3 pasGaB/eHHOFO pacTBOpa WICJIOUH, COJEPIKALIETO
CTAHHUT, BLUIEIACTCS MPH CTOSIHHUM (OhicTpee npH HATPEeBaHHN) YepHLI
OCaJIOK 3aKHCH 0/10Ba. B KOHUEHTPHPOBaHHOM pacTBOpe Hiesoun Mpo-
HCXOMHT  PEAKIHSA JIHCTIPONOPITHOHHPOBAHHUS: 21 8n(OH), B~ =
= [Sn(OH)41*~ + Sn + 60H-. ' Oumoo BLeaserTcss B BHie uep-
HOTO OcajKa.

Pugpat peyokucn onosa(1V). Ocaxienne onopa B suge SnO,-
-nH,0 wmmpoko Henoabsyior B amaiutHueckoil npaktuke. CpoiicTBa
3TOTO COEAMHEHHS CYLIECTBEHHO 3aBHCAT OT YCJOBHH ero o6pasoBaHus
[1302]. Ilpu ruaposnse coexunenuit onopa(IV) (IpH HHAKHX Temme-
parypax) ocampiaetcs ruapartupoBaknas SnO, (-OKHCB), Jierko pac-
TBOPSIOMIEsCS B KHC/IOTaX, IeJ0YaX H aMMHaKe (B OTCYTCTBHE aMMOHHH-
HBIX cosiei). B 1o ke Bpemss THApar ABYOKHCH 0JI0BA, OCAKACHHBIH
NPH BLICOKOH TeMINepaType WJIH 0OGpa3oBaBIUMiics NPH PacTBOPCHHH
0JI0Ba B a30THOH KHcJoTe (B-okmeb), Becbma uHepren. Ipu XpaHeHun
Ha BO3JlyXe HJIH NPH HATPEBAHHH t-OJIOBSIHHAA KMCJIOTA CTAapeer, mpe-
Bpamiasch B P-osossinnyio kuenory. Coan osoBa(IV), B KoTOphIX
npoyHocTh ¢BA3H Sn(IV) u anHowa HeBesnKa, JIETKO pas/iaraiorcs BO-
Noit na xomony ¢ ofpasosanueM SnO,-nH,O u kucaors. Tax BEIYT
ce0si, B 4aCTHOCTH, HHTpAT M cyibdar osoa(IV). Bosee yeroiiunen
TANOH/IHEIE COCIMHEHMSI OJIOBA, OJIHAKO M OHH TOJIBEPTalOTCs THAPO-
auay. Tlpu stom BesencrBre 06pasoBaHHsi KOMIVIEKCHON KHCJOTHI
H, [SnCl;] ocamuaercs anmb vacts coneprkamerocs: B pactsope 0.10-
Ba [68].

Ipu ocaxenun rugpar aByokmcu osoBa copbupyer M3 pacTBopa
MHOTHE cOJiepiKallliecs B HeM BerllecTBa. Tak, HanpuMmep, ycTaHOBJIEHO,
YTO € THJPATOM IBYOKHCH OJIOBA M3 aMMHAYHOTO PacTBOpPa COOCAIKIA-
€Tcsl MeJlb, TPH 9TOM 00pasyercsi COeHHEHHE, COCTAB KOTOPOTO COOT-
BercrByer dopmyse CuySnO;-nH,0 (n =3-+-4). Tloswumenne pH pac-
TBOPA H KOHIEHTPALUHH AMMOHHHHBLIX COJIEHl B HEM YMEHBIIAIOT COOCA K-
ACHHE MCJH, HO IOJHOCTBIO PA3Ne/IHTh OJOBO M MeJb NpPH 3TOM I
yaaercst.

IIpn BBepennn B pacTsop, comepskauiuii Meab, 3apanee BhIeJeH-
HOTO Ocajika rujpara JBYOKHCH OJI0Ba HaGJIONAeTCsi PE3KO BhIPAMKEH-
Hasl copOUMA MelH, Majo OTIHYAKLANCSH OT COOCANKICHHS B MOMEHT
obpasopanus ocanka [340].

T'uapar NByOKHMCH 0/10Ba B KHCJBIX cpelax 06.1ajaeT amHOHOOG-
MEHHBIMH CBOHCTBAMH, TIPH 3TOM THAPOKCHJI-HOHBI 3aMellaloTesi Ha
SKBHBAJICHTHO® KOJIMYECTBO aHHOHOB pactsopa. C nopeiuenuem pH
pacTteopa  NpOsABAAIOTCA  KATHOHOOOMEHHbIE  CBOICTBA Sn0,-
nH,0O [157].

OcnoBupie conn onoBa(IV), ocamieHHbe H3 TOMOT€HHOTO pacrBopa
u B 20 pas Gosee Komnaktueie, ueM SnO,-nH,0, Takxe coocamaor
3HaunTe/bHbIe KosinecrBa npumeceii [942]. HMurtepecno ormernts, uto
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THJIPOOKHCDH JIBYXBAJIEHTHOTO OJIOBA COOCAMKAACT H3 BOJHLIX PacTBOPOB
Holbl J— u Br— B GOabmnx Kosmuecrsax, uem SnO,-nH,O [3811].

3011 OJIOBSIHHOM KHCJOTH aJCOPGHPYIOT H3 KOHIEHTPHPOBAHHBIX
pacTBopoB nepekncH Bomopoxa (84—87 macc.%) momm Al(OH)?2+,
Fe(OH)*+, CuOH* u CrO+. 3ror sdipeKT HCHONB3VIOT A5 Npeoxpa-
HEHHUsl NePeKHCH BOJOPOLA OT KaTaJHTHYECKOTO Da3JIOKEHMUsI.

Kak u B cayuae Sn(II), nps rugposuTHYECKOM OCAXKIeHHH H3 KHC-
JbIX pacTtBopoB Sn(IV) obpasyer He TONBKO THAPAT ABYOKHCH, HO M
ocHoBHbIe coan [939, 940, 942). {as Sn(OH),Cl, ycranosieno npo-
u3BeJleHHe akTuBHOCTeH 10-56.3 [256].

Beanunna npouspenenus pacTBOPHMOCTH (aKTHBHOCTH) THAPOOKH-
ceit onoa ans Sn(OH), 1,4-10-2* — 5-10-26 [127, 268, 505, 5471,
Sn(OH), (1—5)-10-% [127, 255, 268, 505]. Ipouspenchue pacrso-
pumocti Sn(OH), npu peaxuuu aucconmanus, nporekaioueil no ypas-
wernio Sn(OH)y= HSnO; + H*, pasno 10-1® [268], a nas H,SnO,,
Aucconnvipyiomedi no ypasuenuio H,SnO,==Sn02— + 2H*, upous-
BeJICHHe pacTBOpPHMOCTH paBno 8,0-10-%% [268].

Pacteopumocts Sn(OH), pasua 2,06-10-% 2/2 [504, 933]. Ilpu-
BOAMMBIE HMHOrJA JaHHBIe O pactBopumoctdH Sn(OH),, paccuuranubie
(13 3HaYeHHH NPOM3BENEHHS] DACTBOPHMOCTH 3TOTO COEIHHEHHs) B
NPEANOJIOKEHHH O ero NMOoJHOH JMcconHanuH B pactsope [505], cue-
JyeT npHaHaTh owHGouHBIMH [7].

Ocaxaenne Sn(II) u3 XJIOPHAHBIX PAacTBOPOB NMPOHCXOXHT B HH-
teppasie pH 1,14—4.,5 [79, 864]. Ocnosroii cyabdar ososa(ll) ocax-
naercsi npu pH 2,4—2,9; npu nosbimennn pH ocajox uaMensier cBoif
cocTaB, npubaAHKasCh K COCTaBY THJApaTa 3aKHCH oJoBa. Mmeiores
AangEbie, 4To H3 1M pactBopa comu ososa(I]) ocaxaenue rHAPOOKHCH
onoBa(1I) naunnaercs npu pH 0,9, u3 0,0lM — npu pH 2,1 u 3akan-
uuBaerca npu pH 4,7 (10-% 2-uon Sn/a) [127]. Sn(IV) ocaxnaercs
npu Gosee HUSKHX 3HaueHnsx pH: u3 1M pactBopa ocakieHHe OCHOB-
HO# conn ozoBa(IV) naunnaerest npu pHO0, 13 0,01M — npu pH 0,5 u
noanoe ocaxnenne — npu pH 1 [127]. M3 consinokucaoro pacreopa
OCHOBHO# XJsiopuz os0Ba(1V) ocamnaercsi konuuecrsenno npu pH 1,32
(0,056M HCI) nesasucumo or mexonnoit konuentpanun Sn(IV) [256].
Or Bcex 3THX JaHHBIX CYLWIECTBEHHO OTJIHUAETCH 3HAYEHHE BeJHUHHBI
pH ocaxznenns ruppookucu onosa(IV), noayuennoe B [255], pas-
Hoe 3,20. Ilpusenennvie Bhune snauenus pH ocaxpenns siBasiorcs,
KOHEYHO, JIHIIL ODHEHTHPOBOYHBLIMH, TaK KaK 3Ta XapaKTepHCTHKa
Mporecca OCax/ICHHSI HE MOMKET paccMaTpHBaThesl Ge3 yuera cOCTaBa
pactBopa. OHa 3aBHCHT OT KOHUEHTDAUHH OJOBA W IIPOYHX COJeH,
NPHPOILI ¥ KOHIEHTPALHH AHHOHA H BPEMEHH CTOSIHHA pacTBOpa,
NPUBOASILErO K OcaxienHio Gonee ycroiunsbix dopM ocankos [1097,
13021].

Boabman cknonroeTh K ruapoansy uonos Sn(1I) u Sn(IV) 3aTpya-
Hs€T ompejiesieHue CBOGOJHOH KHCJIOTHL B pacTBOpax coJefl 0JoBa.
KoHlenTpaumo Knejorsl B pacTBOpax ONPeNessior THTPOBAHHEM Iie-
JI04BI0 B npucyTcTBHH Tponeoanna OO [569] nau mernsioBoro kpac-
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HOTO |nocJie BBEJeHHS B PacTBOpP OKcasara HaTpHs [6221], raunepuHa
wan ¢epponnannga [3731, a Takxke no pasHocTH MEKILY obieit Kue-
notHOCTHIO W cosepxannem Sn(IT) u Sn(IV) [4571.

I'uapokcoconu ososa. B orinune or MaJIOyCTOHYMBBIX H HE HMEI0-
[MX MPAKTHYECKOTO 3HAYCHHA CTAHHHTOB, CTAHHATE B LIE/JOUHBIX pac-
TBOpAX BlOJHE YCTOHUMBbHI H MOTYT GbiTh BRYIEJIEHBI B BHAC TBEP/LIX
cosefi. X MOJIyualoT NpH CIWIaBJeHHH JBYOKHCH OJIOBA CO LLCJI0YaMH
WIH pACTBOPEHHH CBEXENPHIOTOBJIEHHOIO THApATa JBYOKHCH 0J0Ba
B pacTBOpax llejoueii. PacTBOPHMOCTb CTANHATA Kallisl BHIIE, HEM
cTaHHaToB HATpHsi W JutHA. Ilpu HarpeBaHuu 10 200°C cranHaATLl Me-
TaNsI0B 06e3BOKHBAIOTCS H TEPSIOT CNOCOOHOCTH PACTBOPATHCS B BOJAE.
10 06CTOSATEbCTBO CBHAETEIBCTBYET O TOM, UTO BOJAA B J@HHBEIX CO-
eMHEHHAX BXOJMT BO BHYTPeHHIOIO cdepy KOMILIeKca [383]. ¥Ycra-
poBJsieno Takke [1433], urto crammate Be, Mg, Zn, Cd, Cr, Mn, Co,
Ni, Cu, Ca, Sr, Ba, Al, Th, Zr u U nocsie npoKaJuBanus MpH 900°C
He TEepSIIOT CMOCOGHOCTH PACTBOPATBCS B KHCJOTAX B OTJHYHE OT C€O-
oTBeTcTBYIOUUX aHTHMOHHTOB. Mo crannara [Sn(OH)¢)1*~ B mesou-
HOM pacTBOpe 06pasyeT KOMIJIEKCHI C MOJHOKCHCOSANHEHHAMH [1116].

Cyabduanl, THocoan [68, 383]

Oui0B0 ¢ cepoil 06pasyer cyJbdun coctana SnS, SnySy 1 SnS,. Co-
eMHeHHe Sn,Sg — CHHEBATO-YePHOE KPUCTAIEYECKOE BEleCTBO, pas-
naraercsi npH Temnepatype Boime 640°C ma SnS m S, mpeicraBiser
co6oii, mo-BHAMMOMY, THOcTaHHaT ogosa(lT).

B KkJaccHuecKofi cXeMe KaueCTBEHHOrO XHMHUECKOro aHaJjmsa oJio-
BO OTHOCHT K KATHOHAM NSITOfl TPYMIbl BCJEACTBHE €ro CrnocoGHOCTH
OCaXkAaThCsl CEPOBOAOPOJAOM H3 KHC/BIX PacTBOPOB TNpH pH<0,5.

Cyabpun onoa SnS — peuiectBo Oyporo IBera, —OCamjiaercs
CepoBOJIOPOJIOM H3 PAcTBOPOB COJEH osopa(11), momkucaennbix HCIL.
[NpousseseHHe PaCTBOPHMOCTH 3TOTO COEJIHHEHHUST PABHO 8.10~% [79].
Cynetpun omopa(ll) pacrBopsercs B ropsiuefl KOHUEHTPHPOBAHHOM
HCI, ne pacteopsiercst B cyabduie aMMOHHST, HO JIETKO PacTBOPAETCH
B moaHcyib(re aMMOHHSI ¢ 06pa30BaHHEM THOCTAHHAT-HOHOB ESr e,
B KOTOPBLIX OJIOBO OKHCJIEHO JIO YEeTHIPEXBAJICHTHOTO COCTOAHMS.

Cynbua on0Ba PAcTBOPSIETCs TAaKKe B IIeJ0YaX B MPHCYTCTBHH
okucanTeseli. OGBMHO NPHHATO CYMTATH, YTO TPH 3TOM 0GpasyTca
THOCTAHHAT M CTaHHAT 0JI0BA:

35nS -+ 6NaOH - 3H,0, = Na,SnS; -} 2Na,Sn (OH), +- 6H,0.

OnHAKO TIPH TOAOGHHLIX PEAKLHSAX BO3MOXKHO TakKke oGpasoBanue
runpokcorroconieit  [31, 330, 4691].

KoHNeHTpUPOBaHHAS a30THAA KUCJIOTA MPH HarpeBaHHH;
okucasier cyabpun onosa(Il). Ilpu stom onoBo B pacTeop
IUT, a4 OCTaeTcsl B ocajke B BHje B-on0BSHHON KHCJOTHL ' ,

Cyabdua 010Ba SNSy— BELIECTBO SPKO-KENTOTO UBETAS G'c;aﬁnéfpi

CepOBOJIOPOJIOM H3 COJIIHOKHCJBIX PacTBOPOB (pH =0,5)}, Oml p@gd:‘f_ 5
\% %\ 2, B ¥
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psercst B 6N HCI, a takxke B cyabuzax ammonns u HaTpus ¢ o6paso-
BAHHEM COOTBETCTBYIOLIHX THOCOJE

SnS, -+ (NH,), S = (NH,), SnS,.
Koncranta pashoecust smoit  peaknunm K — [SnS3-1/[S%*7] =

=1,1-10° [31, 330]. Troconn ososa(IV) NPH TNOAKHC/IEHHH pacTBopa
paspymaiorcsi ¢ o6pasoBanueM ocajka cyantduna osnosa(IV).
O6pasoBanne THOCOMH onoBa(1V) (npu neiictBun usbnTKa pacrsopa
Cysb)HIa aMMOHHSI HA PAcTBOP COJIH 0J10Ba) H NOCJIeyIolee paspyie-
HHE THOCOJIH KHCJIOTOH MOMXKeT GbITh HCIOMB30OBAHO AJIsi OCAMKIEHHS
SnS, Ges npumenennusi razooGpazHor ) cepoBofiopona [1429—1432].
Cyabgun onosa (IV) pacTeopsiercst B memounbix pacTBopax Kak
COACPKAHNX CYMbHI-HOHbI, TAK H He cojepiKalux ux. B OTCYTCTBHE
HOHOB S?~  3aMeTHoe pacTtBOpenHe SnS, mabmonaetcsi JuIb npH

PH=9. Tlpoucxonsimyio npu srom peakumio MoHO NMPeICTaABHTE
ypasnenuem [31, 330]:

SnS, + OH— = SnS,0H—.
Koncranra paBnoBecus sroit peakuum

[SnS,0H—]
K = _T)TI:T =] ,6.

Cyabtun osnoBa SnS, Moxer GuTh NOJIy4eH B BHJE 3€pPHHCTOTO
ocajgka [1105]. Ha pactsopa, conepxamero ¢roprcTOBOIOPOHYIO
KHCJIOTY, YETHIPEXBAJICHTHOE OJIOBO CEPOBOJOPOJOM HE OCAKIAeTCSH.
D10 CBOMCTBO HCNIOJIB3YIOT /ISl OTIAEJEHHS 0J0BA OT psiia ApYyTHX Me-
TaJlJIOB, CYJIbGH/IBI KOTOPHIX OCAXKAAIOTCH H3 KHCJBIX pacTBopoB, co-
AepKamux groprcrosogoponnylo kucaory [111, 1167].

W3 pacTBOpOB THOCOMEH WENIOUHBIX METANNOB OJIOBO MOMKET GHITh
BLIJIEJIEHO C NOMOIIBIO aMaJbraMel Hatpus [1025].

Tanorennant [405, 469]

®Topun onoBa SnF, npescrasaser co6oii GeJibie MOHOK.IHHHbE npus-
Mbl, 0GpasyioniHe Npo3paunbili BOAHKI pacTBop. OTCYTCTBHE BHANMOTO
rugposnsa Sn(Il) B pactBope ero ¢ropuaa ofbsicusiercs NPOYHOCTEIO
ceA3H Sn—F B stom coepunenun (B, 104 npu n=2,0; p,~ 7-104
npu p=0) [812]. C dropunamu mesOYHLIX METANIOB H AMMOHHS ¢ro-
pun ososa(ll) ofpasyer Komnaekcel cocrapa MeSnF, [1088, 1193].
[loyueno Takxke coeaHHeHHe NaF-2SnF,, a cymecrtBoBanue
(NH,)SnF,-2H,0 ne noxreepamiocs [1088]. B pabore [151] mo-
KasaHo, 4710 B 3aBHCHMOCTH oT pH u cocrasa pactsopa B mem moryrt
COLEPIKATRCS KOMIUIEKCH, COCTaB KOTOPHIX BhIpaXKaercss (popMyJioi
[SnF,(OH),_,]. C numernacyaspokennom dropun oaosa(ll) paer
ajuykr cocrasa 1:1 [1193].

Bespoanmii xnopuy onosa SnCl, moxer Guith MOJTYyYeH NpH B3auMo-
JICHCTBHH METa/JIHYeCKOro 0/10Ba M Tra3006pasHoro xJopa (n36bITOK
onosa). HanGonee yno6HO npoBosMTb CHHTes npu  TeMneparype,
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ripeBbiinalomet Temmepatypy Kunenisi kzopuia onopa(ll) (606°C)
¥ TeMIepaTypy naapaenus oioba (235—300°C)[1521].

Bessoanpii xsopua osoBa(ll) serko pacrBopsiercs B BOJe, 3THJIO-
BOM CIHpTe, JHSTHJIOBOM 3DHpe, auerone ¥ stuiauerare. K3 soauoro
pactBopa kpHcranamsyercss B Buie SnCly-2H,0, koroperii moxer
GBITH 00€3BOMKEH NPH HATPEBaHHH B TOKE XJOPHCTOrO BOAOPOAA.

Xaopua osoBa(Il) mMHEPOKO HCMOMB3YyeTcss KaK BOCCTAHOBHTEJIb.
Ou BoccranaBauBaer Au, Ag u Hg 1o merauanos, ocaxjast HX H3 pac-
TBOpOB MX coJsieil. [Ipi HexocraTke XJOpHAA onosa(ll) pryTe BoccTa-
HaBJIMBAETCs JI0 OJIHOBAJIEHTHOTO cocTosiHHsA. Kpome Toro, B mpHCYTCT-
pui ero npoucxoaut BoccranoBiaenue Fe(IIT) no Fe(Il); apcenaros,
XPOMATOB M MEePMaHIaHAaTOB MeTa/uioB JIO0 apCeHHTOB COJIeil, Cr(I1I)
n Mn(II) cooTBercTBeHHO; HHTPOCOCAHHEHHiT — O aMHHOB; COJIei
JMA30HHS — O COJieli THApa3HHa; a30THCTOH KHeJoThl — 10 N,O
wim NH,OH [959].

Xsopun onosa(Il) B CONSIHOKHC/ABIX pPAcTBOpaX B MNPHCYTCTBHH
Pd(I1) Boccranasausaer HAsO, 0 cBOGOAHOTO MbILIbSKA. DTy peak-
M0 HCMOJB3YIOT NpPH KAaTaJHTHUECKOM METOJe OTpejieIeHHsT naJ-
aapusi [5711].

Jlns onpefesieHdsi MHKPOrpPaMMOBBIX KOJIHYeCTB ¢ocdopa mnpejio-
JeH KMHEeTHUeCKHil MeTOj]l, OCHOBAHHBIH HAa KaTaJHTHYeCKOM JeHCTBHH
docdara Ha BoccraHosnenue oJoBom(II) momubaara 1o «cunmy [290].

Ilpu XpaHeHHH BOZHOTO pacTBopa Xjopuzaa oJosa(ll) mponcxoxur
mesenHoe okucaenne Sn(I1) kuesoponom Bosayxa o Sn(IV). [Las
NpeJOTBpALleHHs OKHC/IEHHS B PaCTBOP BBOJSIT METAaJLIHYECKOE 0JIOBO.
Cra6uausanus pacrBopoB SnCl, Habuiofaercsi NpH HCMOJIB30BaHHH B
KauecTBe PACTBOPHTENsl AMSTHJEH- H TPHSTHJIEHIHMKOJsS. IJTH pac-
TBOPHI yI0GHO PHMEHATD AJ1s1 HAEHTHHKAIHH HeKOTOPIX HOHOB [707].

Ilpu no6apjenun k BogHoMy pactBopy SnCl, XJOPHJIOB [I€JOYHEIX
METaJJIOB MOTYT GbiTh MOJy4eHbl KpHCTasiuueckue Xaopcrannatsi(1l)
coctaBa Me[SnCl;] u Me,[SnCl,].

st 06X KoHcTaHT obpasoBaHusi Komnyekcos Sn(lI) ¢ monamu
XJiopa B pacTBOpe npu HOHHOMH cuie 2,03, KHCJIOTHOCTH 2,0M u 25°C
nosiydensl 3Hauenns P, = 11,440,26; B, = 52,3+1,8; B,=31,4%
+2.3 [1297], npu pu=3,00 u kucaorHoctd B npexenax 0,05—0,5M
ycranosseno, uto B,=15,1240,25; B,=54,9+2,1; Py3=47,3+4,2
[1446].

Menbmmas npounoctsb cesasu Sn(11)—Cl no cpasuennio ¢ Sn(I1)—F
NMpOSIBJASETCSs B TOM, Yero MpO3pauHblii KOHIEHTPHPOBAHHBIH DPAacTBOP
xsopuna onosa(ll) npu pas6aBieHHH BOJOH MYTHeeT BCJENCTBHE 00-
pasoBaHHsi OCHOBHOH COJIH, uero He Hab.iofaercs B cayuae dropnia
onoa(Il). Tugposms cmemannoit coan SnCIF Ttakxe m1pPOHCXOIHT
no ceszn Sn—Cl [1088]:

SnCIF - H,0 — Sn (OH) F + HCl.

Ha ocroBannu usyuenusi crpyktypsi K,SnCl, nokasano, uto Kpuc-
TaJIOX HMIYecKasi (JOPMyJia 3TOTO COeJTHHEHHA MOXKeT OLITh NpejcTaB-
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Jena B srge KCI-KSnClg-H,0 [9501. IMpu mnceaenopanun pacrsope-
nus (CHy) NSnCly B Kucapix pactBOpax ycTaHoB.Jeno o6pazoBaHmue
SnCl,, SnCl3 1 SnCIi~ [961].

Ilpu narpesanuu xJ0pHja 0/10Ba B TOKE XJIOPHCTOrO BOAOPOfiA MO-
Jy4aloT KOMIJIEKCHYI0 Kueaoty cocraa HSnCl,-3H,0, npencrasas-
folLyo co6oit KHAKOCTL ¢ T. nu. —27°C.

Bessoauble ranoremuisi ososa(ll) nosywaior npu ssekTpoamse
pactsopoB Cu,Br, umm Cu,J, B aneronnrtpune (atmochepa asora)
C OJIOBAHHHIM aHOJOM, 3aTeM pAacTBOPHTE/b HCNApSOT B BaKy-
yme [1350].

Dropuart, 6pomuaer 1 HoauAs onosa(Il) CXOMHBI MO XMMHYECKHM
cBofictBaM ¢ xJopuaom osioBa(ll) u o6pasyior KOMIJIEKCH, COOTBET-
CTBYIOLIHE KOMIIeKcam xJopuia onosa(ll). B Boanom pacrsope Tho-
LHAHATBEI 0JI0BA 06JIaJlaloT XUMHYECKHUMH ' CBOHCTBAMH,  GJH3KHMH
K cBoicTBAM rajoreHuioB ososa(ll). Tak, aias  KOMILIEKCOB
Sn(I1)—CNS~ seanununi P, B, u P, coorBeTCTBEHHO paBHLI 14,9;

58,8 u 52,6 [119]. B meranone By = 4,76-10*. Uonm Sn(CNS)y
OOHAPYIKEHBI TAKXKe B alleTOHe, B KOTOPOM, KPOME TOTO, YCTaHOBJEHO
cymectBoBanHe [Sny(CNS);]-.

®ropun onosa(lV). Bespomuwiii SnF, sHepruyno coemuusercs c
Bojlofi. Bonuwiit pacteop SnF, roroBAT pacTBOpeHHEM CBexeocaxIeH-
HOH rHIpooKucH osoBa(IV) B BogHOM pacTBOpe (ropHcTOBOLOPOAHO!
KueaoThl. [1pH ynapusanuu 91010 pacTBopa mosyyaetcs He Ge3BOHBI
¢ropun osoBa(IV), a pesunooGpasHasi Macca, coxepamias BOJLY.

Ilpu pactBopennu cexeocaxaennoro rens SnO, 8 HF u npubas-
Jiennn K HeMy (ropuaa xanmusi ocampaercs K,[SnF,]-H,O. Agajo-
THYHO MOryT GhITh NOJyueHb M Apyrue rekcadropcerannatsi(IV) me-
JIOUHBIX METaJsIOB. STH COEJHHEHHs MONYYAlOTCS TAKMKE NMPH Harpe-
BaHuu pacteopoB Me[SnFgl B tevenne 1 nua mpu 90°C na BO3/lyXe
(Me = K, Rb, Cs) [1088, 1193]. 3t conu — caabuie 371K TPOJIHTHI
[1351]. IMosryuensr Takxke (NH,),SnFy, KHSnF,, K,[SnF;OH |H,0
[469, 1088].

Xuopua onosa SnCl, — GecuperHas HIKOCTb, ABIMALAA HA BO3Jy~
xe (r. mn. 36°C, r. kun. 114°C). Xaopua osiosa SnCl, cmemmuBaercs
¢ CS, Bo Bcex oTHOWeHHsIX; pacTBopser P, S, J,, AsJgu SnJ,. Pac-
tBopenue SnCl, B Boje conpoBoxkaaercsi CHJIbHBIM pasorpeBaHuem.
M3 Boxgnoro pacrsopa KprcraJaausylotcsi pasHoro cocrasa THPATHI
onosa(IV) (B 3aBucHMOCTH OT yCJIOBHE KPHCTa/JIH3ALMH).

Xaopui onosa SnC., o6pasyer NpPOAYKTEI IPHCOCTHHEHHS C PH,,
PlL. POCL,, SCL,, NOCL dMMHAKOM, OPraHHYeCKHMH CyJ/bhHIaMH,
HEKOTOPBIMH aPOMATHYECKHMH COEJMHEHHSIMH, 3(HpPaMH.

Coexunenus, o6pasoBanmbie xaopuaom onosa(lV) ¢ stusaneratom,
METaHOJIOM H YKCYCHOM KHMCJIOTOH, HCCOUHMHPYIOT B COOTBETCTBYIOLIHX
pacTBoputesisix TAKHM 06pPasoM, YTO OJIOBO BXOAHT B cocTaB 06paso-
Bapierocst auuona [560].

Bpomun onosa SnBr,— Genasi kpucranmmueckas macca (T. M.
33°C, 1. kun. 203°C). M3 Bognoro pacrmopa KPHCTA/IH3YeTCs B BHJE
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SnBr,-4H,O. Masectnl KHCJIOTA H,[SnBr,1-8H,0 u ee coab
Me,[SnBr;], a raxmke SnOBr, [840].

Woaun osopa SnJ, JN€rko THIPOJIN3YeTCs B BOJAHOM pPacTBOpE,
BCJIGICTBHE Uero ne oGpasyeT npospauHoro pactsopa. Houua ososa(IV)
xopowo pactpopsiercsi B CHal o, CS,, 3THAOBOM CIHpTE, THITHJIOBOM
supe, Gensose U APYTHX OPraHHUECKHX PACTBOPHTE/ISX.

CynbdhaThi, HHTPATHI, MEPXJIOPaTH, ALLTATHI
M OKCAZaThi 0J0Ba

Cyabgat onosa SnSO, — Geablii KPHCTAIHYECKHH TOPOIIOK, pas-
narapomuiicss npu Temneparype Bhiue 360°C ¢ BbiieneHHeM S0,.
B 100 x2 Boxsi pacteopsiercsi 33 2 SnSO,. B pasbasiienHbX pacTBopax
cyabata ososa(ll) MpHCYTCTBYIOT TOJIbKO HOHBI Sn** 1 HeAUCCOLH-
HpoBaHHble MOJEKY B SnS50,, @ NpH BHICOKHX KOHUEHTPAlHAX 3ITOM
coai — KomiuiekcHsie Houel [ Sn(SO,), 1%~ [856].

Cyabpar omoa Sn(SO,), ob6pasyercsi mpH pacTBOPEHHH OJIOBA B
ropsuel kouu. H,SO,. M3 pactsopa s1a cosb KPHCTANIH3YETCs C
ABYMSI MOJTEKYJaMH BOJb, 00pa3ysi KPHCTa/iibl B BHIe GeCUBeTHEIX

ura. Koncranta pasnopecns peakunn SnSOZ+ + SO{— = Sn(SO,),
pasua 1,9-10%. Uerhipexpasnentioe 0J0BO 0Gpasyer TaKke CyJb-
atHbie KoMmmekesl ¢ coorromennem  Sn(IV) : SO- =1:3 [383,
12451.

Hutpar onosa Sn(NOj), of6pasyercsi npi pacTBOPEHHH 0J0BA B
pas6apaennoit HNO, ma xosomy. Hurpar oaosa(ll) B BHze
Sn(NOQy), - 20H,0 npezcrapaser cofoii npH OGHYHBIX YC/JOBHAX IO
ABHAKHYIO JKHIKOCTb, XOPOLIO PAcTBOPHMYI0 B Boxe (T. M. —20°C)
[383]. Hurpar onosa(IV) B BOAHOM pacTBOpE MOJHOCTBIO THIPOJH3Y-
eTcs U o6pasyer P-osopsmmyio kuciory. Hurpar onosa(IV) noayua-
ercsi B pe3yJbTaTe B3anMoJeficTBus XJopHaa onosa(1V) ¢ nATHOKHCHIO
asora, T. na. 91°C, Bosronsiercs B Bakyyme. Hutpar onosa(IV) pac-
TBOPSIETCS B UETBIPEXXJIOPHCTOM yriepofie Ge3 passoxenus. Mapecren
kommiekcHuit Hutpar Cs,Sn(NO,), [680].

Mepxaopat onosa Sn(ClO,); Moxer ObTh MOJY4YeH SJIEKTPOIH30M
pacteopa AgClO, B aneToHuTpHJIE C aHONOM W3 oJoBa. PacTBopHTe/Nb
orronsiior B Bakyyme [1350].

Auerar oaosa Sn(CH COO), nonyuaior o6paGOTKOH OKHCH O0JIO-
Ba SnO JiesHOl YKCYCHOH KHCJOTOH M OYHLIAIOT BOSTOHKOH NOJ Ba-
KYyyMOM; DEKOMeHJIOBaH B KauecTBe HauGoJee YHCTOrO, YCTOHYHBOTO
H Xopomo pactBopumoro coenunenns osiopa(ll), mpuroaHoro asns H3-
FOTOBJCHHS TEPBHYHOTO AHAJHTHYECKOro cTamjapra (Hanpumep,
B nepumerpun) [862].

Wsagecren Terpaanerar onoa Sn(CH4COO0), (r. na. 2563°C), a Tak-
e Sn,(CH4COO0),, pasnaraoumiicss npu Temneparype Bbime 300°C.

[llaBesieBas KMCJOTA OCAXK/1A€T H3 HEHTPAJbHOTO HJH CA1aGOKHCJIOrO
pacTBOpa JBYXBAJEHTHOrO 0J0Ba Gebiit ocajok SnC,0,, pacTBOpHMBIH
npH H36BITKE OCaJHTeJIs.
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UerpipexsasienThoe 01080 Takske ofpasyer oKcanaTHbie KOMILIEK-
chl B BOJHOM pactBope [551, 852], uT0 YacTOo HCNO/IBL3YIOT JJA €ro
MackHpoBkH. llpu Hccnenosanuu Y ®-cnekTpoB NOIVIOLLEHHS BOJAHBIX
pactBopoB SnCl,, coxepxamux HCl u K,C,0,, o0HapyxeHbl KOMIJIEK-
cel cocraBa [Sn(C,04),] 1 [Sn(C,0,) 1%~ [852].

Docdatbl H HEKOTOPBIE JIPYrHE COJH

®ocatel 010Ba HepacTBOPHMBI B BOJe, ocaxziawTcs (ocdopHOk
KHCJIOTOiH M docdaTamMi 1IEJI0UHBIX MeTa/lIOB U3 CJ1a00KHC/LIX PaCTBO-
pos coueii ososa(ll). Mssectubl coepunennsi Sng(PO,),, SnHPO,
u Sn(H,PO,), [383]. Pocparbi onosa(ll) pacrBopsiioress B Kucao-
Tax H uweJo4yax.

C nupodocgopnoii kucsoroit Sn(1l) obpasyer ocagok cocrasa
Sn,yP,0; u KomMnseke, Haxoasuuiics B pactsope B Buae [Sn(P,0,) 12—,
KOHCTAHTa HECTOMKOCTH KOTOPOro HMeeT BeJHYHHY mnopsjaka 10—,

[Nomuocdarsl onoBa(ll), nojyueHHble OCaKAEHHEM ABYXBaJEHT-
HOro oJioBa noaudocdaroM HaTpua, 006JaJal0T HOHOOOMEHHBIMH H
BOCCTAHOBHTEJ/ILHBIMH CBOHCTBaMH. HelocTaTKoM 3THX coelHHEHHE Kak
HOHOOOMEHHHMKOB §IBJISIeTCSI OTHOCHTEJbHO MaJjiasi XHMHUECK4sl CTOf-
Kocth [72].

®ocgar osnosa(lV) Buinajgaer B 0cajoKk He TOABKO B cJab0a3oTHO-
KHCJIOH cpejie, HO H NpH KHCJOTHOCTH pactBopa ~1,2N. Ocajok pac-
TBOpsiercsi npu Harpesanun B 6N HCI. ®ocdar onosa(IV) obaanaer
KaTHOHOOOMeHHBIMH cBoictBamu [1013]. On Moxer GuiTh moJyyen pac-
TBOpenneM osioBa B 40%-noit HNOy B npucyrersuu monos PO3—.

OGMenHasi eMKOCTb IOJIy4eHHOTO mpenapara BO3PACTaeT NPH YBeJIH-
YeHHH KOHUEHTPaluH HOHOB PO3— B peaknmnoHHON cMecH H JOCTHraer

BesiMuHHbL 1,1 Me-9K6/2, nouTH He 3aBHCALLEH OT BaJIEHTHOCTH H pajinyca
norJioulaeMbix HoHOB. MoHOOOMEHHBIMH CBOHCTBaMH 00JafalOT TaKKe
moaubxar [1294], apcenar [1293, 14731, antumonar [1291] u cesenur
osnoBa(l1V) [1292], a Takxe deppounanns onosa(ll) [1295].

HByX- H YeThIpeXBaJIEHTHOE OJIOBO 00pasyloT TaKike MHOMKECTBO
KOMIIEKCHBIX COEJHHEHHH C PasJIHYHBIMH KHCJIODOJ-, a30T-, Cepy-
H CeJIEHCOJeP KalllUMH OpPTaHHYECKHMH peareHTaMH: 5-XJIOp-7-HOAL-8-
okcuxuHonuHoM [Sn(II) obpasyer entwii ocagok npu pH 2—5],
2-amunonadranun-(1-a30-1)-6en30,-2-kap6onoBoit  KHCI0TOl  (KpacHo-
Gypsiii ocanok npu pH 5,4—9,3) [104]; aubensdypan-2-cyabpoxico-
TOi (370 cOejuHeHHE HCNOJB3YIOT A/l KaYyeCTBEHHOTO MHKPOKPHCTAJ-
JIOCKOIHYECKOro ONpejeJIeHls 0JI0Ba H psifia APYrHX KaTHOHOB) [871;
STHIEHAHAMHHTeTPAaYKCYCHOH Kucaoroit [1108, 1109, 1395] u apyrumu
opranuueckumu pearentamu [80, 197, 430, 433, 532, 589, 651, 951,
1001, 1024, 1093, 1359].

JiByxBasienTHOe 0JI0BO 0GpasyeT TPOHHBIE KOMIUIEKCHI B CHCTEMe:
OpPraHHYecKoe OCHOBaHHEe (XMHOJIMH, NHPAMMIOH, AHTHIHPHH, AMaH-
Tunupuameran), SCN-—-uoH, sKcTparupyemsie xJgopodopmom [37].
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Yerpipexkomnonentnsie kommekce: Sn(IV) ¢ tprokcnduyoponamu,
AHTHIIHPHHOM M aHHOHaMH MHHepaabHBIX Kucaor (Cl-, Br—, J-,
SCN-, ClIO;) cocraBa 1:1:2:1 skerparupyiores xJopodopmom

H HEKOTODHIMH JAPYTHMMH OpPraHHYeCKHMH pactBoputeasmu [613].

KomnuyiekcooGpasoBanue 0710Ba ¢ OKCHKHCJOTAMH YacTO HCNOJb3Y-
I0T /11 MacKHpOBAaHHSI OJIOBA NPH ONPeNesieHHH APYTHX SJEMEeHTOB
B ero npucytcerun [148, 410, 425, 1422]. HUs pacTeopa ¢ KOHuIeHTpa-
uneit 0,01 2-uon Sn(1V)/2 B npucyrctBuu 0,2M n6a0uHOl KHCJOTHI
HEe OCaXJalTCsl OCHOBHBIE COJNH HJIH THAPOOKHCh 0JI0Ba B IIHPOKOM
auanasone pH. Hauano ocaxpmennsi 8-okcuxuuosmnara onosa 0,02M
pacTBOpoM 8-OKCHXWHOJIHHA W3 3TOTO pacTBopa casuraercs ¢ pH 1,5
(B orcyrerBue si6nounoi Kucaore) po 10,1 [461].

JlumMOHHasi W BHHHAf KHCJOTH 06pasyioT XOpOWO pPacTBOPHMBIE
KOMIJIEKCHl C JBYXBaJIeHTHbIM oJioBom cocraBa 1 :1 u 1:2 [1396].
Jlns KOMMJIEKCOB ¢ JIMMOHHON KHcJoToi npH p=0,1 smauenus Jora-
pHpMOB KOHCTAHT ycTOWUYHBOCTH paBhbl Ig B, = 7,37 u 1g f, = 12,8.
B cayuae Bunnofi kucaorel 1g B, = 5,2 u 1g B, = 9,91. B npucyrer-
ud  Fe(ITI) wam Cu(Il) ormeyeno o6pasoBanHe KOMNJIEKCOB
Sn : Fe(Cu): numonnasi kuesiora cocraa 1:1 : 1. C 1uMoHHO KHe-
soroit Sn(IT) npu pH< 7 o6pasyer kommiekc [SnCsH,0,1-, a npu
pH =7+ 11 nponcxoaut paspymieHHe KOMIJIEKCA H OCAaMXIaeTcs
[Sn(OH)C4H,0; 1*~. B mesounoii cpesie Komniekcoo6pasoBaHie Mex-
ny Sn(II) u anmonnofi Kucaoroit orcyrersyer [547].

ITpuMeHenue pasiHYHBIX OPTaHHYECKHX pEareHTOB B KayecTBeH-
HOM H KOJIMYECTBEHHOM aHa/IN3e 0JI0BA CM. HHIKE B COOTBETCTBYIOUINX
pasnenax.

Opraunveckue coepunenus | 122, 199]

OnoBo sierko o6Gpasyer KoBaJIeHTHbIE CBSI3H ¢ yrueponom. Ilpu stom
OHO, KaK TNPaBHJO, HAaXOJAHTCH B YeTHIPEXBAJEHTHOM COCTOSIHHH H
coxpansier cnocoGHOCTb MPHCOEAHHATh Pas3/IHYHbie HeopraHuuecKHe
aJiIeH/BI.

Opranunueckne coefnHenusi (GOpPMaJbHO JBYXBAJEHTHOrO 0JI0BA

OOLIYHO CKJOHHBI K MOJHMEPH3alHH H Ccojepar cBsisH Sn—C wuam
Sn—Sn.



I rasa 11

KAYECTBEHHOE OBHAPY)XEHHWE OJIOBA

B K/acCHUeCKOM CHCTEMaTHUECKOM XOJAC KAUeCTBEHHOTO AHAJIH3A
0J10BO OTHOCAT K IV aHaNUTHYECKOH Ipynme KaTHOHOB COBMECTHO c
Hg(I1), Cu(II), Bi(IIT), Cd, Pd(II), TI(I11), As(I1I) u As(V), Sb(ITT)
u Sb(V), Ge, Au(III), Re(IV), Ir(1V), PH(IV), V(V), W(VI) u Mo(VT)
[287]. Cyabuap 5THX KaTHOHOB (mOCJIe OTJEJEHHS OT Ag, Pb, Hg(D),
Cu(I), Au(I), TI(I) u PY(II) ocauennem nocieinux B BHje TPYAHO-
PaCTBOPHMBLIX XJIODHJIOB XJIOPHCTOBOJOPOJAHOH KHCJIOTOH) BBIIESIOT
B 0CaJloK H3 Kucaoro pactsopa (pH=<0,5) rpynnoseiM peakTHeoM —
H,S. Tlpu stom B pactBope ocraiorest katnouni I, 11 u 111 amannTu-
ueckux rpyni. Iloenenyomeit o6paGorkoii nommcyabOHIOM aMMOHHS
ocajka, coaepxaiiero cynbuanl kKathowoB IV rpynmel, ux geast
Ha nBe moirpynmei: nepsas — Hg(II), Cu(II), Bi(III), Cd, Pd(II)
u TIIII) (cynbduaer HepacTBOpHMEI B NOJIHCY/Ib(HIE aMMOHHS) H
BTOpast, B Kotopyio, kpome Sn(II) u Sn(IV), Bxogsr As(II1) u As(V),
Sb(I1I) u Sb(V), Ge, Au(III), Re(1V), Ir(IV), P(IV), V(V), W(VI)
u Mo(VI) [cynbdumn kotopeix pactsopumer B (NH,),S,].

Cyabduner Ag, Pb, Hg(I), Cu(l), Au(l) u TI(I) nepacrsopumwr B
nosucynbduae ammonns. OrieseHne 0J0Ba (COBMECTHO ¢ APYTHMH
KaTHOHAMH BTOPOH noarpynnel IV rpynns) Bo3MOXKHO mocae oca-
Aennst ceposonoposiom (B cpeae HCI) cyanduios yvnomsmyTteix Karno-
HOB 1 KaTHOHOB [V aHAJHTHYECKOM IPYNIEL, € NOCJENYIONHM PacTBo-
pennem KaTHOHOB Bropoii nmoarpyniul B (NH,),S,. B stom cayyae
MOATPYNNY MBINBSAKA (K KOTOPOI NPHHALJIEKHT OJIOBO) BLILEAFIOT
B CAMOCTOSITENIPHYIO aHaNMTHYeCKylo rpynmy [287].

HMHorja 1ByXBale€nTHOE OJI0BO OTHOCAT K noxrpynne menu IV ana-
JIHTHYECKOi TPYIIBI BC/IEJICTBHE HEPACTBOPUMOCTH CyJIb(Ha onoBa(IT)
B cysb(HIe HATPHA.

Onementsl As, Sb u Sn(IV), cyapbunsr KoTopoix pacTBOpsIOTCA B
cy/ibduae HaTpHA C O6pasOBaHHEM THOCOMCH, BLIIEJSIOTS B OT/€/b-
Hyio V anaiutnyeckyio rpynny [68].

M3 pactBopa THOCOMEH OIOBO 1 APYTHE S/EMEHTHI NOAND YIB! MEILIIb-
fKa 0caxaloT B BHAE CYJbOHIOB MOJAKHC/JIEHHEM COISHOA KHCJIOTOL.
MBbIBSIK OTAENAIOT NPH KHOSYEHHH OCajKa cynbthunos ¢ Konu. HCI
(As,S; npu 310M He pacTEopsiercs). Jlast pasuencHus 0J0BA H CYPbMbI
B TOJYYEHHBIl PACTBOP BBOJAT MKEJIE3HBIE CTPYIKKH, OCAXKAIOLIHE
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¢ypbMy 1 Boccranasiupajomue Sn(IV) xo Sn(11). lMocne ornenenus
ocajlka JBYXBAaJICHTHOE OJIOBO OMNpPEAeJsioT B (HILTpaTe MO PEaKkiHH
¢ HgCl,. B npucyrersuu os10Ba o06pasyercst Gesbiit LIEJIKOBHCTHIH oca-
nok Hg,Cl,, Temuejomuii nMpu Haanuud W30LITKA Sn(II) BcaencTBue
00pa30BaHHsi METAJHYECKOH PTYTH.

Ilns paspenennsi KatioHoB IV H V aHANHTHYECKHX TN MPEAJIO-
MeH MeTojl, OCHOBAaHNBUL Ha PACTBOPHMOCTH CYJb(HIOB Pb, Cd, Bi,
Sb(I11), Sn(II) u Sn(IV) u HepacTBOPHMOCTH cyabpunos Hg(I1),
As u Cu(1l) 8 HCI (1 : 2). IIpu 31OM HE NpHMEHSIOT NOJHCYIbGhH]
ammonrns. Ocanok cyabduios kunstar B HCI (1 : 2) 1 oTQHIBTPOBHI-
gaior cyabduas Hg(11), As u Cu(1l). @uabrpar o6pabaTeiBalOT pac-
tBopoM H,SO,, otaeasior PbSO, 1 06HapyKHBAIOT 0JI0BO 10C/E BOC-
cTaHoB/enns ajomuuneM no peakuuu ¢ HgCl, (7141

TTpefnioxen TaKKe psiji «6eCCepoBOAOPONIHBIX? CXeM KauecTBEHHOTO
aHAJIH3a, TIPH KOTOPOM, XOTsi H HE NMPHMENisioT ra3000pasHblii cepoBo-
JOpPOA, BCe Ke s OOHApYMEHHs 0JI0Ba HCMOJB3YIOT obpasoBanie
cynbunos H THocosiel [427, 1161, 1429, 1431, 14321.

Whas rpynna «5eccepOBOJOPORHLIX> METOJOB OOHApyKeHHs 0J10Ba
OCHOBaHAa Ha Pa3Jle/leHUH KATHOHOB HA TJIaBHHIE IPYIibl 6e3 HCNOJb-
soBaHus ocaxienus cyanpunos [264, 427, 516, 1281 1.

DeKTHBHLIMA JUIs OTAENEHHS 0JOBA MPH €ro OOHAapYXeHHH B
CNIOMKHBIX CMecsiX sBJsiioTcsl 3KeTpakuuonnsie [788, 9701 u xpomarto-
rpaduueckue [144, 309, 970] meros.

[IpH 3KCTpaKIUMOHHO-XPOMATOTpadHUecKOM OOHApYKeHHH Sn(IV)
ducperurxapbasudom B TPHCYTCTBHH 39 KaTHOHOB B 0,5 ma pactBoOpa
TNPOBOJIAT CJIEAYIOIHE ONMepankH.

B anaausupyembiit pactsop ssopst konn. HCI g0 konuentpaunn 7M, otaensior
ocamok, comepxamuit Ag, Hg(l), Pb, W(VI) n TI(I); skcrparupyior cMecbio
H306YTHIMETHIKETOHA ¢ aMuaaneratom (2: 1) (onoBo He sKeTparnpyercs). Beogat
B Bombil caoii 5—6 xamean 7M NH,SCN. Sxcrparupyior AHSTHIOBLIM (HPOM
(omoro mepexoauT B skctpakt) M pasgensior Pd(II), Pt(IV), Co, Zn u Sn(IV),
cozepiallnecss B SKCTPaKTe, METOAOM KPYIOBOii TOHKOCJOHHOH XpoMarorpaduu na
Al,Oy (Rf st Sn(1V) — 0,67; Co — 0,85; Pt —0,90; Zn — 0,93; Pd —0,95).
PassuTHe XpoMaTorpaMMbi 3aBepiiaercs 3a 2 Mun. Koablio o/oBa ofHapyKuBaioT
¢ nomomplo jupenuakapGasuga ((HONETOBOE OKpAIIHBAHHE). UyscTBHTE/BHOCTD
meropa 0,3 mxe Sn [970].

Ins obuapymxennst 2-10-8—2-10-"° 2 Sn(II) npennoxen nioMH-
HeClleHTHBI (KpHeTantopocdopubiil) MeTox ¢ uoducmoim kasuem [516,
5171, KoTOpHIi ¢ pacTBOPaMH COJIEH 0JIOBAa JaeT sIPKYI0 XKEJITYIO JIiO-
MHHECIIEHIIHIO, BO3HHKAIOILYI0 10CJe BBICYIIHBAaHHS TNPOAYKTOB peak-
IIHH, HAHECEHHBIX HA (QUIBTPOBaJbHYIO GymMary HJH Her/Ja3ypOBaHHYIO
apopoByio TuIacTHHKY, u o6aydenns Y®-cserom [516, 517].

Kanuto uenmityemoro pactsopa (ofbem 0,001 m4) HaHocAT Ha QUABTPOBA/IBHYIO
Gymary c MOMOIIBIO KaIHJIAPa, 3aTeM B IeHTP BJAAMKHOTO NATHA NOMELIAIOT KanHLIIp
¢ pacteopom KJ. Ilocnepnemy paior credb TaKHM o6pasoM, 4To6H OH IMOKPBUI BCIO
npexniclo xanmo. Kammo Ha Gymare nojcymsBaior u oGayualor Y®-ceeroM. Hpn'
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nosiBeHHH CAabbIX C/Ae0B MOMHHECHEeHIHH Gymary ellle nojACyuIHBAIOT, Aocie Hero
CBeYeHHC YCHAHBAeTCS (CAMMIKOM CHJLHOe HarpeBalie Bpedno). B npucyrcrsun sna-
YHTENLHBIX KOJHYECTB 0JIOBA B LEHTPe NATHA NOSBASCTCH MHTEHCHBHAS JKeATAS J10-
MHHeCUenIns, ofpaMieniias KoAbLOM HOAA, OKPalleRHOTo B Kpaciuii user. Ecan e
OJIOBA MaJo, TO HabMIOAaeTCs, XOTS H OTYET/IHBAS, HO PA3MBITasi 10 KpacHoMY NOJIO
JioMuHecnenuus. Ecan nanocnts cuavana KJ, a satem menbityemuift pactsop, To
noJiyvyaercs cBeTsLlieecs KOJIbIlO, KakK NpaBHJlo, ¢ TEMHBLIM n;enrpou.

Peakunn mewaior Hg(l) n TI(I), a takxe wactnuno Ag u Cu(l),
obpasyioniie anajiornunsie Kpucranaodochopu. Kpome Toro, Hg(I1),
Sb(11T), Bi(I11), As(I1I), Ag, Pb, Fe(I11I) u Cu(II) racsr Jiomuuec-
uenunio; Zn, Co, Ni, Ge, Zr,Ga, In, Ti, Cd, Mn, W, Mo u Fe(II)
HE MewalT OTKpHTHIO oJoBa. Ilpexeabupie ornowenns Sn(ll)
(0,002 mr2) Kk MemalonuM 3JeMEHTaM, NPH OOHAPYXKEHHH OJIOBA B
0,001 x2, caenyromue: 1 :100 000 [Me = Sh(III), Bil; 1 : 30 000
gﬁe I=)]Ag); 1:10000 [Me = As(III), Pbl; 1:1000 [Me = Fe(II1),

u(Il)].

B npucyrcreun nonos Hg(I) u Hg(11) nanocar masenbkyio kanmo
pactBopa KJ, sateM Kal/io HCHBITYEMOIO pacTBOpa M CHOBA KallJio
KJ 1o noamoro pacrsopennsi moamioB prytH. O6pasyiolieecs KoMIl-
JeKkcHoe coeannenne K,[HgJ ] ne memaer orkpuiruio onopa.

OGnapy>xenne on0Ba ¢ JuMEMUAZAUOKCUMOM TIPOBOJAT B TPHCYTCT-
BHH 1000-KpaTHBIX KOJIHYECTB NHF, K, Na; 500-kparusix Mg, Ca, Sr,
Ba, Al, Zn, Mn(11), Cr(I1I), Ni, Pb, Cu(Il), Cd, Fe(III); 50-kpat-
Heix Hg(I) u Hg(I11), Bi, Sb(III) u Sb(V) n 20-KpaTHbIX KoJHYecTs
Nb, As(V), Mo(VI), W(VI), In 1 Ge no o6pasopaiiiio TpoiiHOro Komm-
aekca Sn—Fe(Il) — aumernaraunokcum [366].

1—3 ma neeaepyemoro pactsopa noaxucasior HCl o kucaoii peakiuu, npuGas-
asior ~0,2—0,3 2 Kene3HHIX ONHAOK H HarpepaloT A0 NOABAEHHSA nyssipskoB  Hy;
NpHAHBAT | M2 pacTBOpa AMMeTHATAHOKCHMATa HaTpHs (10 2 auMeTHArAHOKCHMA
pactBopsitot B 100 #a 2N NaOH u pasGasasior Bogofi g0 1 1), 0,5—1 ama 20%-noro
pacteopa NaOH, 3 ma u-Gyrawona, sBopst no kamasm HCl (1:1) no pH 1 u
BsGanThiBaloT. IlpH Haanyen B pactBope onoBa CIHPTOBH CAOK OKpammBaercs B
Kpacupifi user. Ecin B amanmanpyemoM pacTsope KOHUeHTpaums KoGaibTa NpeBhi-
maer Kohnentpannio Fe (11), necrenyemblii pacTBop KHNATAT ¢ JKele3HBIMH OMHJKA-
Mi 0,5—1 MHH., 3aTem NpHGaBASIOT HeCKOAbKO Kpuctaaaukon FeCl, mau FeSO,,
4T0OBl KOHILEHTPallHsi JKeJe3a B PAcTBOpe NpeBbiCHJA KOHLEHTPaUHI KoGaabra, W
Jlaice NPOBOAAT Peakuiio, Kak onucano suime. OTKpLIBaeMuiii MUHEMYM 2 mxe Sn,
npenensHoe pasGapnenne 1:5-10%,

Xopowmue pesyabTaThl npH OGHApyXeHHH 0J0Ba B OJHOM Kaie
pacTBopa MOTYT ObITb NOJYYeHbI IO METOAY KOJBLEBOH BO3JAYIIHOMH
Ganu Beiicca [1483]%, npeacraBasiomeit co6oii HIHAHHAPHYECKHH 30-
JIoueHbli Meanbii 610K * BeicoTol 35 MM u anamerpom 22 mm, cHab-
HEHHBIH 3JEKTPORArpeBaTe/bHON cnupasbio. Han stoii Ganeii paswme-

' 3710T MeTOR HCMOAB3YIOT TAKKE A KOJHUECTBEHHBIX onpemenenuit [1192].
* IMpeanoxen Takxe CTeKASHHBIL BaAPHANT KoablleBolt Ganu [797].
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AI0T KPYKOK K3 (uabTpoBanbHOi Gymary. 1,56-10-* ma ananusupy-
eMOro pacTBOpa HAHOCAT HA IEHTP KPYKKa W ynapHBaioT Jocyxa.
ITonyueHHoe LEHTpPaNbHOE NATHO oOpabaTtbiBalOT Pa3JHUHBIMH peareH-
TAMH M BLIMBLIBAIOT M3 HErO PACTBOPHMAIE BELIECTBA, NOMeIas B IEHTP
NATHA THNETKY € COOTBETCTBYIOMIHM PacTBOPHTE]EM. Ilpu stomM pac-
TBOPHMblE BElleCTBAa MHTPHPYIOT C PacTBOpHTeJEM OT IeHTpa K mepu-
depr GymMaxHOTO JHCKa, Tle 06pasyioT KOJIbUEBLIE 30HLI BCJAEACTBHE
HCNapeHHsi PAacTBOPHTENsS TOJ BO3/IEHCTBHEM TeIlIa GaHH.

TIpn o6HapyseHHH OJI0Ba B Karlie pacTBopa, COAEpIKallero Pb, Bi,
Cd, Sb, Fe, Co, Ni, Cr, Zn, Al u Ti (ofuee coaepxaHnue pacTBOpPCH-
HBIX BelleCTB 35 MK2), NEHTpajJbHOe NATHO ofpabaThiBaioOT razoobpas-
ubimu pearentamu (H,S, Bry, NHy) # BhIMbIBAlOT pacTBOpHMbIE Be-
IeCTBA PACTEOPOM TNOJIHCYJb(HAa aMMOHHSA [1484]. TIpu sToM HeH-
THUKanKs BCX YKa3aHHBIX Bbille HOHOB MOXET 6bITh TPOEEJIEHa
3a ~1 uac. OGHapyKeHHe 0JI0BA METOJIOM KOJIbLEBOi GaHH ONHCAHO
takxke B paborax [610, 683,1041 ]. TIpw anasu3e CMecH, COlepKalleH
Cu, Ag, Bi, Hg, Cd, Zn, Ni, Co, Al, Fe, Pb, Sn, Sb, As, Cr, Mn, Ba,
Sr, Ca u Mg, B KauecTBe TPYNIOBBIX PEAreHTOB HAlI/IH NMDHMEHCHHE
8-okcuxuronun W Ousmusdumuoxapbamusam wampus [792]1. Tlpu
3TOM NMPHMEHSAIOT Psifl GYMaXKHLIX JMCKOB, MEPEHOCs pacTBOPHMBIE BE-
IIeCTBA W3 IEHTPAJBHOTO MATHA OJHOTO JIMCKA Ha JAPVIOH, pacrnoa-
raeMulii mMoj MepBLIM.

Iepej pHMeHEHHEM METOZa KOJbIeBOi GalH NPH aHaJIH3€ CJIOKHLIX
cMeceli PEKOMEH/IOBAHO TIPOBOJIHTh SKCTPAKIHOHHOE pasjiesielHe HOHOB
Ha rpynnbi [11641. 3aTem 6110 NPEVIOKEHO pa3jiesieHHe HOHOB 10X~
HOii cMecH KomOuHAIHel MXKHIKOCTHOH 3KCTPaKUHH H METOJd KOJbILE-
Bofi Ganm [924]. Do nosBoauao pasjesuth 20 KaTHOHOB Ha 8 KoJible-
BHIX 30H, KaX1as W3 KOTOPHIX CONEPKHT He Gosee 4 KaTHOHOB. Pearent
aHMpPaxuKon- I-aso-4-dumemuranuaun NPHUMEHSIOT IS oGHap YKeHHS
osoBa B npucyrernu Hg, Cu, Fe, Ag, Pb, Bi, Cd, As, Sb, Al, Cr, Zn,
Ni, Co, Mn, Ca, Ba, Sr u Mg. 310 onpejie/ienne MOXeT GHTb BhINOI-
HEHO, KaK OMHC2HO HHU¥Ke.

PacTBop cMecH MeTaJJIOB HAHOCHAT B BHAE NATHA B UEHTP AHCKa H3 (HABTPOBAAB=
Hofl GyMarH W BHCYIIMBAIOT HaJ KoNblleBof Ganefi npu 105°C. TMocsie BHCYIIHBAHHS
JHCK TIOMEIIAKOT Ha BTOPOil AHCK H3 (GHABTpOBaNbHOM Gymard, obpabareiBator | Kan-
neit 1IN HNO,; u npomusator 10 pas 20%-HbiM pacTBOPOM alleTHJIALETOHA B CHCl,.
Ipu stom Sn(IV), cosmecrno ¢ Hg(Il), Cu(Il) u Fe(Ill), nepememaercs B
KOJIBIEBYIO 30HY Ha BropoM jucke. Jlas oGHapyXenus ojlosa B KOJIbIIeBOH 30HE Ha
BTOPOM JHCKe NOC/AeNHNIi Pa3pesaloT Ha YeTHPe CEKTOpa, OfHH H3 KOTOPLIX o6GpaGa-
THIB2IOT STAHOJBHBIM PACTBOPOM aHTPaXHHOH-1-a30-4-1HMETHIAHHIHHA, o6pasylonle-
ro B npucyTcreru 2—10 mx2 Sn cHHe-(HOJIETOBYIO OKPacKy. TpH oCTalBHLIX CEKTOPA

uenoanayior ans o6uapyxenns Hg, Cu n Fe. Anannsy memaior POi—, F- R C20f_ 3

Mukpocken Bpymbepra nosposiser OTKphIBaTh 0,08 mxz Sn(lI)
'8 Buge Sn(OH), u Sn(IV) — B dopme SnS, [374]. TlepBoii peakuHH
MEIIAeT KeJe30, KOTOpOe TpeBapHTeNbHO OTAGNSIOT H3GHITKOM
LIeJNIOYH.
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Ta6auma 4

KauecTBennbie peakuuu onosa

OTKpbiBa-
PeakTns HaGaonaemut shdexr e::ﬁy:?' y&%’ﬁ,ﬁ?:e ”?;;‘,’,"
MKE
IsyxBanenthoe onoBo
H,S (Elnp Heyrereun | Ocafiok 6yporo usera 10 1:8.108 (68, 253]
2N ) :
K,C,0,4 Beasiii ocagox 0,1 1:1.10% [516]
“l_fI'(NHA)scaoc HJIH (M) (M)
2 4
HgCl, Beuiit ocanok, vepueio- 0,6 1:8.10% [253,
IMHA B IPHCYTCTBHH H3- 975,
6urka Sn(Il) 1048]
Doctopromonnbre- | PactBop cumero msera 0,03— | 1:1,67.108 | [516,
HOBasi KHCJOTa 0,001 772]
(M)
NaOH, NH,OH SIpko-kpacuutii ocanox B 0,08 | 1:6,25.105 | [516]
Y®-cpete (M) (M)
Ksepuernn JKearo-3enenoe nsrtHO 25 (B) [1481]
NPH IHEBHOM H 3eJleHoe
B Y®-cBere; nocsie on-
peickuBanna NH ,OH
HeJITO-0panIkeBoe H
OPaHIKEBOE COOTBETCT-
BEHHO
XJI0pHA TpHQeH - Pacreop kpacuoro usera — 1:1,7.10® | [9]
TeTpasosHs
MeuimbsakoBoMoIHG- PactBop or cunero 1o 0,4 1:1,25.10% | [446]
JeHOBasi KHCJI0Ta cBeTJIo-rony6oro msera
TFannonnanuu PactBop sesenoro usera _— 1:2.108; [1329]
1:1.107 (B)
Hurpo3so-P-cons OGecuseunpanue pactsopa L5 1:2.10% [1101]
NH 4-coanb 6-nutpo- Tony6as dayopecuenuus 1 1:2.10% [665,
2-narunamun-8- B Y®-cBere 666]
CYAb(OKHCAOTE
Tlponykr okucaenus | 3esenmii nan nouTy Gec- 10 1:1.108% [1327]
0-aMHHO(eHOoa LBEeTHBIH pacTBop
3eneHo-chnee okpamusa- | | ()] 1:1.10%(3)
HHe 3DHPHOTO HJIH 3THJ-
aleTaTHOTO 9KCTPaKTa
Buaexno-cunee koaso, 0,06 (B) | 1:5.108 (B)
KPacHO-KOPHUHEBoe Ha
BHeEILIHeM Kpae
Hudennnkap6ason PHoneToBHI ocaok 5—6 m2| 1:1.108 [1476]
YersipexBasnentHoe  oJ0Bo
RbCI Ipospaunsie Grecrampe | 0,1—0,2 1:5.109 [516,
OKTasipHYecKHe KPHCTAJ- 931,
JIbi 1258]
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Ta6auuna 4 (oxoxuarue)

OTKpBiBa-
PeakTHs Ha6aiopaeMuiit shdext e::ﬁ?:?' lgg%‘;:i:}:;ee J'l;f;;apa-
MK2
—
MerusoBriit guose- | PacTBop HJIH 0CajlOK TeM- 0,5 1:2.108 [443]
toBelii-+-NH 4SCN HO-(HOMETOBOrO 1BeTa
NH ;,OH+HCI Becugernsie kpucraman | 0,5 (M) | 1:2.10% (M) [275]
oKTaspHuecKofi Gopmbl
N-Bensouadern- Benuit ocafok — 1:3,3.10¢ [681]
rHPOKCHIAMHH
MpuMevwanue b — peakuns na Gymare; M — MHKPOXHMHYECKHH BapHaHT; D — 5KCT-
paKkuHA.

Peakuuu Sn(II) u Sn(IV) ¢ pasnHyHbBIMH peareHTamM, HCMOJb3Yy-
eMBbIMH B KauecTBEHHOM aHaJ/ii3e, H HX KpaTKas XapaKTepHCTHKa MpH-
Benensl B Tabu. 4.

B C/I0HBIX NOJHMETAJJIHYECKHX (QUIIOOPHTHBIX Py/lax OJIOBO MOMKET
ObiTh OOHAPYIKEHO B TI0JIEBBHIX YCJOBHSIX METOJOM PacTHpaHHs NOpOLI-
KoB [204, 413] ¢ nomouibio JUMETHITJHOKCHMA H IHHKA, MI'PAIOLLEro
pOJib BOCCTAHOBHTeJISl.
¥YI¥ Lumuosam yunka (Komniexc yunka ¢ moayoa-3,4-0umuonom) TakmxKe
HCMOJIB3YIOT /ISl HCOBITAaHHS OJOBSIHHBIX pPYA B MOJEBBIX  YC-
aoBusix; [807]. &3

Hecko/IbkO MHJJIHTDAMMOB  OJIOBSHHOM DYAH!, H3melbuennoii o 30—80 wmew
(p ynapuoft ctynke), Harpesaior c¢ | rpamynoii (~0,1 &) NaOH u 1 xanueii Boxst
B Tevenne 30 CeK., C/erKa oxAammaloT W jobasiasior 3—b5 Kamedb Bojel. Iloakmc-
asior 2N HCl, no6aBasior IHTHOMAT MMHKa M HarpeBaior. B npucyrersuu B ofpasie
KaccHTepHTa 06pasyeTcsi KpacHblii ocajok. Peakunn memraer cypbma, Kotopast o6-
pasyer KeATHlit 0CajoK, NJaBAIMICA MPH HaTpeBaniH.

Ilpy HCNBITAHHHM CTaHHWHA, COAEPHKALIET0 MHOTO CYyPbMbI H MaJo
OJIOBA, TOJIOJKHTEJIbHBIE Pe3yJbTaThl MOTYT GbiTh NOJYUEHH NPH 06-
paboTKe py/bl M0 METOIHKE:

1—5 M2 H3MeJbUYCHHON OJOBSHHON PYAbl NOMEIAIOT B NPOGHPKY H NPHOaBJsIOT
5 kanens kohn. HCl M HarpepaloT, ecam OTCYTCTBYIOT MPH3HAKH peakiuH, Ao0aB-
asior KCIO,. Comepxumoe npoGHPKH HarpeBaloT 0 NpeKpalleHns BblIe/eHHs rasa,
perpsaxuBaior  10—15 cek., octopoxuo Kunatar 5—I0 cex., JaiOT OCaAKy OCeCTb.
B npyrylo NpoGHPKY oTGHpalT 3 KaliH JKHIKOCTH, 06aBJsioT 5 Kamelb BOMEL,
3—5 KaneJb JMXJI0P3TaHA H NMHKOBYIO MbUIb JI0 HelTpadH3alHH KHCAOTHL (Mpekpa-
IeHHe BhleNeHHs Bojopona). Hdanee moGasnasior 3 kannm Kouu. HCI, marpesaior,
XOpOWIO BCTPAXHBAIOT, NPHGABNAIOT HECKOJNBLKO Kamesib BOJBI H 3aTeM JAHTHOJNAT LHI-
Ka. Ocaflok KpachHoro UBera yKaselBaeT Ha MPHCYTCTBHE 0JIOBa.
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C KkaccureputoM sta peakims memee oTueT/IHBA.

Ilnst oGuapysenus omopa B MeTa/JlaX H CIVIaBaX MOMKET OLITh
HCIONL30BaH GeccTpyKKOBHIH Metoxn [538, 1374].

On0BO B JaTyHsiX (KpOMe BBHICOKOAMIOMHHHEBHIX I KPEMHHCTHIX)
0GHapyKHBAIOT nocse 06paGoTKm TNOBEPXHOCTH CrJIaBa caecoro (1 : 1)
ROKUEHMPUPOBAKHbIX aSOMKOU 1 coasHOll Kucaom TO O6Pa3OBAHMIO
Geqoro ocanka B-0MOBSAHHON KHCIOTH. Xox ananusa cuaenyioutnii.

O6paGatbiBalor  ounIenH YUYacTOK MOBepXHOCTH CIJlaBa  Kamgefl  cmecH
(1:1) xoun. HNO, u konu. HCl. B npucyreriin ~0,3% Sn uepes 5—10 mun.
TIOABMAETCA Cepoe MATHO, HHOIIA OKPYXeHHOE C/1aG03aMeTHbiM GeJibiM  KOJIBIOM.
O6pasosanne vepes 1—2 mun. Gemoro ocaaxa P-oJ0BAHHON KHCAOTH npu o6paboTke
NOBEPXHOCTH cniiaBa xanjedt xonu. HNO, ykaswisaer na TO, YTO HCIBITYeMBlil
OGBEKT — QJIOBAHUCTHI CN/IaB (onoBsinucTasn Gponaa, BLICOKOOJIOBAHHCTAS JIATYHb),
comepxamuit Gosee 1,5% Sn [358].

Kakomeaun uenonssyior aas obnapyxenus Sn(I11) merozom syekt-

PONEPEHOCA TIPH  KAYECTBEHHOM aHaJk3e CIIABOB LBETHBHIX MeTaJl-
aoB [5501].

[lonocky punerpoanbroit Gymars cmaunsaior 0,01—0,02 N CH,COOH, ycra-
HABINBAIOT SJEKTPONbl HA PACCTOAHHM  ~5—7 cH, HAHOCST Ha TIoJIocKy 'y aHoza
1—2 xannu ncenenyemoro pacrsopa, Y KaTola — pacTBOp KaKOTEHHa H BKJIIOYAIOT
ToK. Yepes 3,5 MHN. Ha cepeanne nosOCKH Gymars Mexay saekTpojamu o6pasyercs
OKpamennas B (HOJETOBBIl LBeT moJoca. OrkphiBaemblii MUHUMYM (mpu 135 6 u
0,8—1 @) 0,3 mk2 Sn.

I]pu OnpenesieHHu NPHMECH 0JIOBA B AJIIOMHHHHU X0p aHaJusa cJie-
A YIOUHH.

Twareasio ounmennsii yuactok NIOBEPXHOCTH aHAJH3HPYEMOro MeTasia Mo-
KpbiBalor Gymaroft Barman Ne 50, nponurannoii 5—10% -HBIM pacteopom CH4,COOH.
TINosepx Gymaru noa HeGoabmmm AaBJEHHEM TIOMEINAIOT [I/IACTHHKY H3 HepiKaBelomeil
CTaIH WIH METa//IHYeCKOTO aIOMHHNS. AHaIHSHPYeMBIli METAN NOAKIIOYAIOT K raje-
BaHHueckoMy smementy (6 6) — ncnosbayior B kavecrse aHO/la, a CTaNbHYIO HJIH
aJIOMHHHEBYIO MUIACTHHKY — B KauecTBe KaTojia. Hepes 30—60 cek. na Gymare o6-
HAPYRHBAKT OJOBO € NOMOUILIO KaKoTeduHa [984].

MuKpoananuTHyeckoe 0GHAPYKEHHE OJI0BA BO3MOKHO N0 €0 OT-
PHLATE/IEHOMY KaTaJHTHUECKOMY JIeHiCTBHIO Ha HEKOTODLIE OKHCJIH-
TE/IbHO-BOCCTAHOBHTE/IbHbIE PeaKIHH OPTAHHYECKHX COeTHHEH il [733].



TI'rasa 111
KOJIMYECTBEHHOE ONPEAEJEHHWE OJIOBA

XHMHYECKHE METO/Ibl AHAJIM3A

I'paBHMeTpHYECKHE MeTOAbI

I'paBHMeTpHYECKHE METOJBI ONpejesienHsi 0J10Ba, ILHPOKO pacmpo-
CTPaHeHHble B MPOILJIOM, B HACTOAILEe BPeMs HAXOMAT JIHIIL OrpaHH-
YeHHOe HCMOJb30BaHHE H OTPaxaioT OOLLYI0 TEHAEHLHIO BHITECHEHHS
rpaBHMETPHYECKHX MeTOJIOB COBpPEMEHHBIMH (PH3HKO-XHMHUECKHMH H
(pH3HUECKHMH MeTOJaMH aHauu3a. Bce e B psige cayuyaeB, Gyayuu
MeHee YYBCTBHTEJBHEIMH H 0oJiee TPYAOEMKHMH, TI'PaBHMeTpHYECKHe
METOAb! OKaskBaloTcA Haubosee TouHbIMH [1256].

HauGosee pacrnpocTpaHeHHBI BapHAHT HCNOJb30BaHHSA IpaBH-
MeTPHYECKHX METO/I0B aHaJiH3a NpPH ONpejeJeHHH 0JI0Ba — Ocaxje-
HHe [}-OJIOBSIHHOH KHCJIOTHI, THAPOOKHCH, CY/b®HJA HAH HEKOTOPHIX
OpraHHYeCKHX COeJHHEHHH O0JI0Ba C MNOCJELYIONHM TPOKaJHBAHHEM
ocajka W npespauienneM ero B SnO,. [Ipu onpenesnenuu osoea B Jie-
TYYHX OJIOBOODraHHYECKHX COeJHHEHMSIX Napel MX, CMEIIaHHBEIE C
KHCJIODOJIOM, CXKHTaloT M yJaBjauBaiorT obpasyiomyiocs SnO, [7511].

B HeKoTOpHIX c/lyyasix NMpH aHaJW3e B KayecTBe BecOBOH (JOPMBI
ucnonbsyior: SnS,-2H,0 [1430], SnSe, [1434], (C,H NO),SnCl,
[963] fu (C,3H,,0ON),SnCl,[1331].

Ilpu 3nekTpooca)kIeHHH 0JioBa BecoBOil GOPMONl sBJSETCS MeTas-
JIHYECKOoe 0JI0BO.

Ocaxnenne B BHje f-onoBsinHoit kucaoTwl. [Ipu pacTBopennu wme-
TAJIJIOB H CIJIABOB, COJeprKallHX OJIOBO, B a30THOH KucJoTe obpasy-
erca f-onoBaHnas xucsaora. OHa NpaKTHYECKH HEpPAacTBOpHMA B as3o0T-
HOH KHCJIOTE, HO pacTBOpsieTcsi (MenTH3HpyeTcs) B APYIHX KHCJIOTAaX,
ocoGernHo B consHoit  [35]. Tlostomy KosHuecTBeHHOe —oOcaxjieHHe
p-onoBsHHOM KHCJIOTH BO3MOXKHO TOJIBKO B TOM CJyuae, KOTJa pacTBop
He COllepKHT aApyrue Kucjotsl, Kkpome HNO,. Jlerkoctb, ¢ KoTopoii
H,SnO; ofpasyer KoaJonanbie pacTBOpbI, OGYCJOBJHBAET IpHMe-
. HeHHe NpH (HAbTPOBAHHH IJIOTHEIX (HJILTPOB (CHHSAS JIEHTa), Mare-

pHpoBaHHO#l GyMard W pacTBOpa a30THOH KHCJIOTHI HJIH a30THOKHCJIOTO
aMMOHHSA TIPH NPOMBLIBAHHH OCajKa.
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JIna KOMMYeCTBEHHOrO BhiAe/eHHs P-ONOBAHHON KHCJAOTHI Me/IeH-
HO VHApHBaiOT as3oTHOKHCw pactBop npu 80—90°C xo manoro
obbema [288] wan gocyxa na oasinoii 6ane [62].

Ocajox p-on0BAHHON KHC/IOTHI OOBIYHO 3aXBaThIBA€T H3 pacTBOpa
3HauHTeJIbHO® KoJiHuecTBO npuMecedl. HamGosee dacto B ocajke npH-
cyrcreyior npumecn P, Sb, Fe, Cu. IlostomMy mnpu ompezesieHHH co-
Jepxanusi onosa B Buje SnO, HeoGXOAMMO YYHTHIBATH BJIHSAHHE 3THX
npumeceil. MeTopuka onpejeseHus A0/KHA BKJIOYAaTh NPOKaJHBaHHE
obpasua, B3seiinBande SnO, ¢ npuUMecsiMH, yJaJieHHe 0JI0Ba B BHJe
JIETy4ero raJioHAHOro coepuHenusi (oOpiyHo Harpesaror ¢ NH,J) u
NOBTOpPHOe B3BellHBaHHe. [lo pasHocTH B Bece OnpeiensioT COAep:Ka-
Hue SnO, [768]. Tak Kak mpH OTrOHKE 0JIOBA OJHOBPEMEHHO C HHM
yAaasoTcss cypbMa H gocdop, HX OnpemessiioT CrelHaJbHBIMH MeTo-
AaMH M3 OT/leJibHbIX HaBecOK. Mx comep:kaHHWe B HaBecKe IepecyHTbi-
BaloT Ha Sb,O,; u P,O; n BeuuTaior M3 Beca 3arpsisHeHHoll SnO,
35, 267].

Eciin npu orronke rajioreHnja oJoBa BO3MOXKHO 0GpasoBanue Jie-
TYUHX TaJOTeHHHBIX COCJHHEHHIT APYTHX METAJIOB, TO KpOMe HOJH/a
aMMOHH$I NPHOABJIAIOT HEMHOIO CepHOKHCJIOro ammoHus. Tak mocry-
naiT, HanpHMep, ec/M B KayecTBe IPHMeCH NMPHCYTCTBYET OKHCh JKe-
nesa [35].

Hseecrno, opnako [625], uto npu comepxanuu B o6pasie JaTyHH
1—2% Fe Bce (W11 1mOYTH BCe) OJIOBO HE OCAXKIAETCS H3 a30THOKHCJIOTO
pacrBopa. Ilpu AJHTeILHOM HAarpeBaHHWH HJIH BHINAPHBAHHH MOYTH J0-
Cyxa noJiy4eHHO# cHponooOpasHO# XKHKOCTH MOJIHOTA BLIIEJEHHS 0JI0-
Ba He JIOCTHraercsi, 4acTh 0JIOBA BCe JKe ocraercs B pactsope. [lostomy,
€cJIH MPHMEpPHEIH COCTaB JIaTyHH 3apaHee He HMSBECTEH, JIyullle 3THM
METOJIOM HE I0Jib30BaThesl. [IpHMeHeHHe MeTola BO3MOXKHO MpPH CO-
Jlep:KaHHH JKeJie3a B JaTyHH He Gosee 0,25 %.

L C nosB/ienneM coBpeMeHHHIX GoJiee MPOH3BOAHTE/BHBLIX H TOUHBIX
METOJIOB OMNpejeJeHHs 0J0Ba ONHCAHHBIH Bbillle METOJ] HCHOJb3YIOT
peako. OAHAKO NPH OTAEJICHHH 0JIOBA OT APYTHX Olpee/sieMblX KOM-
MOHEHTOB OcaKjeHHe P-0JIOBAHHOH KHCJOTHI H IPaBHMETpHYECKOe Of-
peresienne ojioBa B BHAe SnO, GuiBaer HHOrAa ueJsecooGpasuo [35,
301, 438, 930, 1278, 1279, 1461].

[Ipsmoe ocaxjieHHe rHAPOOKHCH OJIOBA AMMHAKOM /IS IOC/IEYIONIETo
rpaBHMETPHYECKOro onpejesedus B Buae SnO, npuMeHsiercsi peako —
TOJIbKO B Te€X cJjly4asX, KOrja OJIOBO ONPeleJIsiloT B YHCTOM DAacTBOpe
€ro COJIH HJH TOC/€e MPEeJBapHTENLHOTO OTAEJNEHHS 0JI0BA OT OpraHH-
YECKHX peareHTOB H OT BCeX KOMMOHEHTOB, KOTOpPHIE BHINAJAIOT B OCa-
JIOK BMECTE ¢ OJIOBOM TIPH Oca)kJaeHHH ammuaka [111].

Ocaxnenne THAPOOKHCH osioBa npu aoGasienuu NaOH (pH=1,5)
[926] moxer 6T MCMOJIB3OBAHO JJisi BEIEJEHHS OJIOBA M3 JMCTHJI-
Jata mocJie OTTOHKH rajorenujios osioBa(lV). Bo nsbexanue norepn
0JI0Ba NMpPH JaJbHeHIIeM NPOKAaJUBaHHH OCaJKa KOHTPOJHPYIOT NOJ-
HOTY yaaJieHHsl raJIoreHH/i-HOHOB IIPH NpOMBIBAHHH OCalKa.

[Tpn onpenenenun ooBa B MeAHBLIX CIVIaBaX HCIOJb3YIOT B Ka-
yecTBe Mackupyiouero pearenra komnaexcon IIT [715].
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Hasecky cnaasa (0,5—2 2) pacrsopdior npu marpesanun g cmecn 30 ma HCI
(1:1) ®3—5 na40%-noit HyOy ¥ KHNATAT 210 ee paspyluenus, BBOAAT B H3GHIT-
ke xomniexcon 111, 10 2 NH NOg, pas6asasior jio o6bema 100 s w joGaBasior
NH,OH (1 : 1) no pH 8—9. Bunanaer ocafiok rujpara ABYOKHCH 0J10Ba, KOTOPblil
orduALTpOBLIBalOT Yepe3 18 uac., npomuag‘?m 1%-ubim pactBopom NH NO; (ueii-
TPANH30BARIBIM 1O METHJIOBOMY KpacHOMY), fIPOKaTHBAIOT H B3sewnsaior. B unbr-
pare MoryT GhLITh OTpejledienli APYrHe KOMIOHEeHTH cniasa. Pakrop nepecuera SnO,
na onoso pasen 0,7862.

Mewaior onpeneaenmio Be, U, Sb, Ti.

Jlnst onpejiesieHHsi 0JIOBA B MeTaJIIHYECKOM OJIOBE MPEJVIONKEH Me-
to [1417], ocoBauHbIii Ha pacTBOPEeHNH 06pasla B ayenoHoBoM pacm-
gope uo0a B NPHCYTCTBHH HOJMJOB HAaTpHsi MJAHM Kaiaua. K3 obpaso-
BaBILErOCH PAacTBopa SnJ; o/0BO OCAXKIAOT I'MAPOH3OM HeGONbIIHM
KoJAHYecTBOM BoJbl. Ocaiok OTdHiIbTPOBLIBAIOT H NPOKaNBaioT 10 SnO,.
[IpnaMmecH, o0LMHO COAEpIKAlIHECs B OJICBE, OCTAIOTCS B PACTBODE.

HauGonee wacto ccakienne TIHAPOOKHCH (HJIM OCHOBHBIX COJeid)
0J10Ba NPH I'PaBHMETPHYECKOM METOJE Olpele/elisl SIBJISIETCS OJHOM
M3 ONepaulil OTAEJeHHs OT psija BellecTB, TPYAHOOTAGJNHMBIX MpH
nocJeayiomem ocaxuenuu cyibbuios [62].

Ocaxpenne B Bupe cyabhupa. Ilpu onpeneseHus osoBa B 0GbeKTax
C BBICOKHM COJEPIKAHHEM JKeJes3a I0Jy4YHJ paclpoCTPaHEHHe METOX
BbIJEJICHHSI 0JI0Ba B BHAE CcyabdHza ¢ NOcJefYIOUHM NPOKalHBaHHEM
nocaepuero o SnQO,.

Ina ocamzuenus cyabuia oJi0Ba HCIOJL3YIOT ceposodopod [15,
62, 111, 387, 5701, muoayemamud [765] u paspyuieHHe THOCTaHHA-
ToB [62, 570, 1430].

Jls1s nosiy4yeHHs NJOTHOTO 3€pPHHCTOTO ocajka cyabguia ogosa(lV),
JIETKO MEpexojisliero B JIBYOKHCh NPH CBETJIO-KPaCHOM KaJIeHHH
(~1000°C), pekomenayior [1105] npoBoauts ocaxaenue Sn(IV)
cepogodopodos  ©3  cyabaTHOTO pacTBOpa (coAep:kaiiero 5—
15 ma H,SO,, 20—50 sa 20%-Horo pacrsopa XJOpHJa aMMOHHS H
HeMHoro OymamHol Maccel B o6beme 200—400 mz). PactBop Hachl-
ILalOT CEPOBOACPC/IOM, JaloT OCAAKy OCecTb, OT(HJILTPOBHLIBAIOT H
NnpoMBIBaloT ocafok pasbaesenHoii (1 : 99) cepHofi Kucaoroil, comep-
MallleH cepoBojopo.

Ocaxentie cyabguaa 00Ba H3 PacTBOpPa, NOJYYEHHOTO TOCJIE HOHO-
OOMEHHOTO OT/Ie/ICHHS 0JI0Ba, C NOMOULbI0 muoayemamuda [765] npo-
BOJAAT CJAEAVIOUHM 06pasoM.

K pacreopy, copepxamemy 25—200 me Sn H HeGoabuoe Koamuectso HF,
npuGasnsior 5 ma konu. HCI, 3 2 moueBunbl, 3 2 GOPHOH KHCJOTH H THOAUETAMHJA
(0,52 na xamasie 0,1-—0,2 2 Sn). Pacteop pas6asasior Bonoit ao 100 ma, narpesaior
30 mun. npu 60°C, ocagok OTQUALTPOBHBAIOT, NpoMbiBalT 1%-HBIM pacTBOpOM
NH NO; u aGe. srasronom. [Mpoxanusator i B3semnpaior. Paxrop nepecuera SnO,
Ha ososo pasen 0,7862.

Cyanbdun osiosa SnS, B Kayecrse BecOBOH (GOPMbI OCaJKa HCNOJb-
3YIOT IIDH Pas/oxKeHHH THOCOJeH 0J0Ba.
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Pacrsop, comepmamuii  Sn(I1)! n HCI, csavana o6paGaTupaioT GpoMHOfi BO-
Loil, OKHeaAA 04080 A0 Sn(IV), sarem HeHTPaJH3YIOT PacTBOPOM aMMHaKa 10 NOSB-
JieHHst GeJloro ocajKa MHAPOOKHCH 0J10Ba, KOTOPYIO PAacTBOPAIOT B GoJbIIOM H3GHTKE
2N NayS (~15 ma na xaxaeie 50 sz Sn). O6pasoBaBmIYIOCS THOCOJL 0JOBA pas-
pywaior u36bitkom 2—3 N CH3COOH. Ocagxy nator orcrosthest 10 Mui. u Quiabr-
PYIOT uepe3 TapHPOBaHEBIH CTeKJSHHBII THreab Ne 4. IIpoMeiBaloT mocsenoBareabHO
BOJIO¥, STHJIOBBIM CIHPTOM H AHITHJIOBBIM 3(upom. (MKeaTslii 0caoK NMPH NpPoOMLIBa-
HHH NepeXofuT B Gypwii.) 3areM mpojoiKaloT orcachiBanne 15 MuH., cywar B Ba-
Kyym-skcukatope | wac u p3pemnsaior. CocTaB ocajka COOTBETCTBYeT dopmyae
SnS,-2H,0. Kosdpuuuenr nepecuera na oaoso 0,5427 [1430].

Ocaxjenue B Buje celeHHja 0J0Ba. B KauecTBe BecoBoHl (OpMbl
AJIs OnpeJiesieHHsl 0J10BA MNPEAJIOKEHO TaKiKe HCIOJb30BaTh SnSe,
[1434]. Ormeuaercs, uto 0OpasylOmHIics OCAJOK (B OTJHYHE OT CYJb-
¢uaa osoBa) XOpowo QUIABTPYETCS Mepe3 CTeKJISAHHBIH (QHUILTPYIOMHiI
THre/b Ne 4 U MOKeT GhiTh HENoCPeACTBEHHO B3BEILEH MOCJe NPOMEI-
BaHHs €r0 BOJOH, STHJOBBHIM CITHPTOM H JH3THJIOBLIM 3GHPOM H BhICY-
UIHBaHHSl B BaKyyM-3KcHKatope. Heaocratok xaHHOro Meroja — BO3-
MOXKHOCTb OKHcJjieHHs1 H,Se kucaopomom Bosnyxa, BcieacTBHe yero
BO3HHKaeT HeOOXOJAMMOCTb NMPHUMEHEHHsl IepPMETH3HPOBAHHOH annapa-
TYPEHL.

Ocaxnenne OpraHHYeCKMMH peareHTaMH

Jlsisi ocax/ieHusi 0J10Ba € MOCAEAYIONMM NPOKaJHBaHHEM J0 SnO,
NPH TPABHMETPHYECKOM ONpe/Ie/IeHHH HCIIO/b3YIOT Pas/IHYHbIE OPTaHH-
YeCKHEe COENMHEHHS: Kynghepor, apcorossle Kuciomet, muonaiud [7031].

Hs 1,8—5N pacreopa ceproit nan 0,6—2N coOaMsiHOH KHCJOTEI
Kynghepor (HUTPOSOGEHH/THADOKCHIAMHH) ocaxzaer, kpome_ Sn(IV),
takxe Fe(111), Zr(1V), Hi(IV), Ti(IV), Mo(VI), W(VI), V(V), Pu(IV),
U(1V), Ta(V),Nb(V), Ga(III), Pd(I1I), Sb(III) u Ce(IV). HUs caa-
GOKHC/BIX pacTBOpOB ocaxaalotcs Takxke In, Bi, Cu(Il) u Th. B kuc-
JIOH Cpejlie He OCaMKAaloTCA KyNQepoHOM H MOrYT OLIThb OTHEJeHHl OT
onmoBa Al, Be, Mg, Zn, Co, Pb, As(III), Sb(V), Ni, Mn, U(VI),
P(V) a Ce(1IT) 1153, 611]. -

Ilpn ocaxjenun o0s0Ba KyndepoHOM C/elyeT yYHTHIBATL PSiL 00-
cToaTe/ibeTB. Ocak/ieHne NPOBOAAT H3 KHCJBIX PACTBOPOB Ha XOJIOLY
npu 2—7-KpatHoM H30bITKe peakTHBa. KynepoH B KHCJEX pacTBO-
pax (0coGeHHO NPH HarpeBaHHH) HEYCTOMYHB W, Pasjarasch YacTHUHO,
oGpasyeT CMOJHCTBIE NPONYKTH, 3aTPYAHSIOLHE  (DHILTPOBAHHE.
Pearenr 106aBisior [0 nosiBJeHHs O€JOTO XJIOMbEBHAHOTO OCAjKa
(or mocsiennelt KanaM), HCYE3AKOWET0 NPH NepeMelIHBaHHH. M36HITOK
pearenta onpejessiioT no peakuud ¢ Fe(III), ofpasyiomum ¢ u36wiT-
KoM Kyndepona xopuunesoe okpamusanue [611]. Pactsop He momken
coziepxkarth GOJIBLIMX KOHIEHTPAUHil aMMOHHMIHEIX coneli (Bo H3Ge-
JKaHHe DasOpLISTMBAHHA BO BpeMsl BLHICYIUMBAHHA H HPOKAJHBAHHS
ocazka). B pacTBope JOJIKHBI OTCYTCTBOBATb TIaJIOTEHHJ-HOHBI, TaK
KaK B NPHCYTCTBHH MX IIPH NPOKAaJHBAHHH OCaJKa ABYOKHCH OJIOBa
NPOHCXOAHT YacTHYHOE YJIETYYHBAHHE OJIOBA; BLICYIIHBAIOT OCAJOK
O4YeHb MEJJIEHHO B TeueHue 4—5 uac. npu ~45°C. Tureab ¢ ocagkoM
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MOMEUIAIOT B XOJIOLHbLIT MYyQeJab H NOCTENEHHO NOBOAAT TeMIneparypy
zo 1000°C [1187].

Hdas duokynsumu ocajka Kyndeponara osoBa, 0cOGEHHO KOTAa
TIPOBOAAT OCAXNCHHE M3 CHJIBHO pasGaBieHHOro pactBopa, NpuGas-
astior Ha Kaxasie 100 m#a pactBopa 1 s 1 %-noro pacTBoOpa yKeJaTHHA
H HECKObKO Kameab 2%-HOro pactBopd Tanuuna [611].

[Ipencrasasier unrepec Tor ¢akr, uro Sn(IV) Moxker GhiTh Ocam-
IIEHO KYN(epOHOM M3 pacTBOpa, COJEePIKAIIEro (rop- u GopaT-HOHBI
[912, 1072, 1267]. DroT MeTOx nO3BOASET OTAEJSTH OJOBO OT Cu,
Pb, As(ITI) m Sb(III), kotopre ocammaior CepoBOJIOPOJIOM B TPH-
cyrereun HF [1167].

Ocakienne o0J0Ba NpoBOAAT KyndepoHoMm u3 JMCTH/IIATA, TIONY-
UEHHOTO NpH OTTOHKe ranorenunoB Sn(IV) [111]. Tlepen ocaxnenuem
JHUCTHIINIAT PasbaBJAIOT TaK, uTOOLl 06HEM BBENCHHBIX KHCJIOT B HEM
He npeBwiman 5—10%.

ApCOHOBHIE KHCJIOTHI ¢ 06uieit (opmyoil R—AsO(OH),, o6pasy-
IOMHE MaJsopacTBOpHMble coennnenus ¢ Sn(IV), rakke yacto HCMOJb-
SYIOT IpH TPaBHMETPHYECKOM ompejesieHHH oJioBa. B paGore [1073]
ObIIO TPEJIOKEHO NMPHMEHATh JJIs 0CAMKICHHS herirapconosyl0 Kuc-
a0omy. HenonbsoBanue (eHHNAPCOHOBOM KHCIOTH U ee MIPOU3BOHBIX
AJIA KOJHIECTBEHHOTO ONpejesieHusi ojoBa pacemorpero B [10, 292,
294, 527]. Bewo yeranosaeno [2941], uro samemmenne atoma BOJIOPOJIA
Ha HHTPOTPYNNy B M- WJH A-TIOJOXKEHHAX B apOMaTHUECKOM KOJIbIIe
(eHHIapPCOHOBOM KHCJOTH He NMPHBOLHT K NOBBLIIIEHHIO H3bHpaTeb-
HOCTH pe€aremTa no OTHOLIEHHIO K OJIOBY (BCE 3TH NPOH3BOJHbBIE OCAMK-
AawoT Takxke Zr, Hf, Nb, Ta). Korna xe samemenne NPOBOJIAT B 0-T0-
JIOXEHHE, TONYUeHHOE HHTPONPOH3BOAHOE (DEHHJIAPCOHOBON KHCJOTHI
B Cpelie COJIIHOH H BHHHOH KHCJIOT 0CA¥KJA€T TOJNBKO OJIOEO.

Ilpu ocaxnenun dennnapconara onoBa(IV) u3 0,6N HCI npoucxo-
AMT oTaesnenHe onosa or As(III), Sb(III), Cu, Pb, Zn, Fe(III),
Ni, Al u Cd, ocraiomuxes B pactsope. COBMECTHO ¢ OOBOM ocama-
lorca Th u Zr [611, 1073].

8-OKcuxumOAUH KOMMYECTBEHHO OCAKIAET Sn(IV) u3z 0,2N HCI
[963] B BHEe KeaTO-30JMEHOTO ocanka cocraBa SnCl,(CyH;NO),.
Kounenrpauus consimoit kueqots nomxna 6uith YCTaHOBJIEHA TOYHO,
Tak KaK NMpH GOJNBLIMX HJIH MEHBIIMX KOHUEHTPALHSAX KHCJAOTH HE J0-
CTHTaeTCs KOJMUECTBEHHOE OCAXKJACHHe 8-OKCHXHHOJNHMHATA O0J10BAa
(em. Takme [7271). Ias rpaBuMeTpHueckoro ompenenenus Sn(IV)
TNOCTYnaroT caenyomuM o6pasoM.

K ananuanpyemomy pacrsopy, conepxauemy omoso B 0,2 N HCI, no6asastor
PaBRbli 06beM 2%-ro pacteopa 8-oxcuxunoanna B 0,2 N HCI. Caech BRIJIEPIKHBAIOT
1,5—2 wac. npu 70—90°C u (QHABTPYIOT Yepes CTEKAAHHBI MOPHCTHLE (UIBTD.
Ocanok npommipaior 3N HCI, BbicyiBalor  npu 110—120°C u B3pemupaior.
2—I10 Mz Sn ompenensor 3THM MeTOOM ¢ OLIHGKON =1.5%.

Ananusy mewaior Mo, Bi, Sb, HHTPAT-, (ocdar-d TapTpar-HOHLI.
N-Bensoudenureudpoxcusamun KoamuecTECHEO OCay<JaeT OJIOBO
H3 pacieopos SnCly, copepxamux 1—8% kowu. HCl, u spasiercs
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YAOGHEIM p€areHToM AJNA TPABHMETPHYECKOTO ONPEACACHHS OJIOBA B
o6oHX BaJeHTHHX cocrosnusx. Ilpu stom obpasyercs yeroilunBoe
coepunenne cocrasa (C,3H,,0,N,) SnCl, (r. na. 171°C), koropoe siB-
asiercs BecoBoil dopmoii aas onosa. PakTop nepecuera Ha OJI0BO
pasen 0,1927. Ocajok MOXKHO Takxe npokaiaute ao SnO, [1331].

K 200 sa pactsopa SnCl; npuausaor 10 sa konu. HCl. 3arem npuGasasior
No KanjsMm Npu nepemewnsannn va Kaxase 10 w2 Sn 5 ma 1%-uoro pacreopa pea-
TeHTa B STHJAOBOM CNHPTEe M H36HTOK B oGbeme 8 ma. Cmech 0XJaXaaloT B JeAAHOI
Gane g0 0°C n BByePHBalOT 3 ¥aca, OCaJ 0K OTGHJBTPOBLIBAIOT, MPOMBLIBAIOT He-
CKOJIBKHMH MHJJIHAHTPAMH JeisHolt oasl u Buicymusaor npi 110°C. Ocajok Base-
MIHBAIOT H MEPeCYHTHIBAIOT HA OJOBO.

Onpejienennio o108a 3THM MeTofiom ge memalor Cu, Pb n Zn.

INeKTPOrpaBHMETPHYECKHE METO/ibl

INEKTPOTPABHMETPHUECKHI METON TNPH KOHTPOAMPYEMOM TOKe

OnHUM M3 Ba)KHefIIHX TPaBHMETPHUECKHX METOJOB ONpejeseHHs
0/I0Ba SIBJAETCH METOJ 3JEKTPOJHTHYECKOrO OCaKIAEHHs MeTaJJiHue-
CKOTo 0/I0Ba Ha CeTYaToM mJaTtHHOBOM 3jektpone [250, 635]. Ilpu
S/EKTPOrpaBHMETPHYECKOM ONpeJieIeHHH OJIOBA PEeKOMEHAYIOT npej-
BapHTEJIbHO 3JEKTPOJHTHYECKH TNOKPLIBATH MNJATHHOBBIE 3JAEKTPOJLI
(KaTojkl) 3alIHTHLIMH MOKPHITHAMH, TaK KakK OJIOBO Jierko ofpasyer
cnjaBbl ¢ nJaatHHOM. M3ydeHa Takike BO3MOMKHOCTb 3aMEHLI MJ1aTH-
HOBBIX KaTOJl0B HHXPOMOBBLIMH HJIH HHKEJHPOBAHHBIMH TJIATHHOBBLIMH
Katosamn [41].

Ocaxaenne 0J0Ba NPOBOAST M3 PACTBOPOB PasIHYHOTO COCTABA.
Baecrsimuii, oueHb XOpOWIO NPHCTAIOUIHA K MOBEPXHOCTH OMEIHEH-
HOTO TIJIATHHOBOTO 3JICKTPOJIAa OCAJIOK METaJJIHYECKOTO OJIOBA MOMKET
ObITh MOJIYUeH H3 pacTBOpa, COAEPIKAILETO 11aBeJeBOKHCbIH aMMOHNI
H 1aeeseByo kucaory [62, 808, 9801.

PacTBop 3/7€eKTpPOJIHTa TOTOBAT CJAEAYIOMHM 06pasoM.

B xucaniit pacTBop cosii ABYX- HJIH YeThlpeXBaJeHTHOTO 0/10Ba A06aBAAI0T aMMHaK
JI0 NoABJEHHs Hencyesawulen caaboit MyTH, npubaeasior 3,6 2 (NHy),CyO4 1 cTONB-
ko xe HyC,0, (na xamawe 0,1 2 Sn), pacrsop Harpesalor a0 Kunenus. OGbem
pactsopa, coaepxamuit 0,1 2 Sn, poamen papuarbes 100 sz Ecam B nexoanom
pacTBOpe 0JIOBO COAEPIKHTCA B BHAE THOCOJH, CHAYajJa KOJHYECTBEHHO OCAXKANOT
SnS,y npu nogkucaennu pacrsopa CHZCOOH u yaansior H,S npn kunsuenun.
K ordraerpoBanHoMy cepHHCTOMY OJI0BY NPUAHBAIOT HATPETHIT 10 KHMEHHs PacTBop
saextpoauta (100 ma Ha kaxayio 0,12 Sn) u mepeBoAsT 0J0BO B PacTBop.

10T 3JEKTPOJIHT HE TOAUTCA JAMA MEKTPOJAH3A ¢ MepeMelHBaHHeM
npu GONBINOI CHJIE TOKA, TAK KaK NMPH 3TOM NPOHCXOAHT OLICTPOE pas-
JIOKEHHEe Il.laBEJI€BCl'l KHCJIOTBI H BBIIEJAETCSH ﬂ—OJ‘lOBHHHaﬂ KHCaoTa
[5678]. Pasnomenre wages€ECH KHCJAGTB HMEET MECTO H NPH OTHOCH-
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TeJAbHO €/1a0bIX TOKaX, MOITOMY K PacTBOPY 3JIEKTPOJHTA BpPeMsi 0T
BpeMeHH NPHOABJSIOT HEMHOTO IaBesieBoil M/ pa36aBacHHON cepHOl:
gucnotsl (1 : 1). OGpasylomufics B nocJeHeM cayuae CepHOKHC/ILI]
aMMOHHHA GJiaronpusTCTBYeT BhieeHHio ofoa [980 ). TTpu ocaxienn
0JI0Ba M3 TOPSYHX PACTEOPOB S/EKTPOABY, UPOMLIBAIOT, HE MPEpLIBas
TOKa.

AaexTponks 0,3 ¢ Sn nposoasT Ges nepemelwMBanus SJeKTPOAHTA TPH OOHIY-
woft Tenneparype B Teucnne 8—10 uwac. (cuaa toxa 0,2—0,6 a) uan Ges nepeme-
paHua  saektponuta npu 60—65°C B Tevenne 4—4,5 wac. (cuaa toka 1,0—I1,5 a).

Xopouie pesyabraThl MOTYT GBITh NMOJAYYEHBI MPH OCANKAEHHH OJI0-
Ba W3 PACTBOPOB LUABEJICBOKHCJILIX COJIel, He COACpHANMX coJielt am-
MOHHSL M XJIODHI-HOHOB. Ecam os0Bo maxomurcs B BHie THOCOMH R
pacTBOpax ¢ HEH3BECTHBLIM COJICPKAHHEM LLLEJIOYH, TO PACTBOP /1A 3JICK-
TPOAH3A TOTOBAT CJEAYIOIMHM 0o6pasoM.

HNoaxucasior pactsop CHLCOOH, yaansior npu kunsuenun H,S, ssogar 10 -
KOH (na xamuse 0,1 2 Sn). Ilpu stoM Bhnasuiee B OCAZIOK CEPHHCTOE OJOBO
CHOBA NepexointT B pactsop, npubasasior HyOy a0 nosimoro obecuseunsanus pac-
TBOpa, pasnaraior naGuirok H,O, kunauennem pacrsopa, sarem oXJamaaor W npu-
GaBafIoT NPH CHABHOM Nepememnpanun ~15 2 HyCy0,. Ecan pacrsop copepxut
COJII AMMOHHS HIH XAOPHB!, O0BO NEPEBOAAT B THOCTAHHAT, OCAKNAIOT YKCYCHO
KHGIOTO/ B BHJAe CEPHHCTOTO 01083, OTQHALTPOBHIBAIOT, MPOMLIBAIOT 0CATIK H
pactBopsiior ero 8 KOH. 3arem npuansaior HyO, u nasee nocrynaor, xax yka-
sano pbime. Baaxuwii ocanok docpoprokuciaoro onosa Takum XKe o6pazom pacrso-
psor 8 KOH 1 satem npnGasasior masesesyio kucaory. ON0BO 0CaKAA0T H3 0be-
Ma anekTponnTa ~150 ma Ges nmepememmBanus npu 60—70°C b tevenne 3—6 wac.,
cuse Toka 1,5—2a (a1a 0,2—0,5 2 Sn) nau ¢ nepemeusHBanieM NpH KOMHATHOM TeM-
neparype B Tevenne 2—2,5 uac., cire Toka 2—2,5 a (nas 0,5—0,9 2 Sn).

Ha pesyabratel anasnsa ne Bansier npucyreTBHe B pacTeope codei
a30THOI, yKcychoil, docoproit W BHHHOI KucsoT. OJI0BO BBUIGASIIOT
KOJIHYECTBEHHO B OY€Hb UHCTOM BHJE, BCJCACTBHE YEr0 NOJAYHaloT
BECBMa TOYHbBIe Pe3yabTarhl. ITOT MeToA GbIT NPHMEHEH s onpejese-
HHSl 0/10Ba B JIEKTPOJIATHYECKOM OJIOBE C COJIEPIKAHHEM YHCTOrO Me-
Tasna ceeiue 99% [1356].

DNIEKTPOTHTHYECKO® OCaXKACHHE 0J0BA MOMKET OBITh BHITIOJIHEHO
TAKXKe W3 PAaCTBOPOB, COAEPIKAIIMX IIABEJNEBYIO H COJAHYIO KHCJIOTHI
[62, 905]; consmyio Kicaoty u coan ammonus [2111]; cyabdar ammo-
HHS, OKCaJaT HaTPHA M COJNSHOKHMC/ABIM ruapokcuaamun [257] u co-
JASHOKHC BN rHapasun [1122].

TlpH H3yueHHH YCJIOBHHI 3JEKTPOJHTHYECKOTO OCAMAECHHS OJI0Ba
YCTaHOBJIEHO, UTO CKOPOCTb OCAKJAECHHA YBEJHYHBACTCS NPH BHICOKHX
TeMnepatypax, HH3KHX KOHLUEHTPAUHAX KHCJIOTH, J00aBKax BOCCTa-

HOBHTeNel, G6O/IbIION NOBEPXHOCTH KATOAA M MaJIbiX OGBEMaX 3JEKTpO-
auta [890].
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dnexTporpaBHMeTpHUECKHTE MeTO
NPH KOHTPOJHPYEMOM NOTEHIHANE

B nacrosimiee Bpems Gosee mmpokoe pacrnpocTpanenue npuobperaer
SIEKTPOrpaBHMETPHUCCKHI METOJ NMpH KOHTPOJHPYEMOM TOTeHIHaJe,
HMEIOWHA PSNl CYIECTBEHHEIX NPEHMYIIECTB N0 CPABHEHHIO C OMHCAH-
HbIM BbIIIE BaPHAHTOM, HA3bIBAEMBIM SJEKTPOJH3OM MPH KOHTPOJIH-
pyemoM ToKe. Ilpu npoBeneHHH 3J€KTPOOCANKAEHHS N0 ITOMY MeTOofy
3aJlaeTcs onpeae/ieHHLIH MNOTEHUHAN KAToAa 1O OTHOLIEHHIO K BBECH-
HOMY B 3JIEKTPOJIH3ep 3JIEKTPOAY CpPaBHEHHsi (HANPHMeEp, KajloMeJb-
HOMY HJIH XJOpcepeGpsIHOMY) NyTeM pery/JHpoBaHHSl TOKa B IlEMH
KaTolla H BCTOMOraTe/IbHOro (06bLMHO NJIATHHOBOTO) SJEKTPOAA, SiB-
Jasiomerocs  anonoM. Ilpumensis norenunocrar — npuop, nomaep-
XKHBAIOULHI MOCTOSSHHBIN KATOJAHBIN MOTEHIHAJ, HE3aBHCHMBI OT KO-
neGanuil CH/bI TOKA 1f H3MEHEHHfi AHONHOrO NOTEHLMANa, MOKHO npu
SalaHHBIX YCJOBHSIX JIOCTHYb HAHOOJbLeH BO3MOXKHOH CcKOpocTH
OCaXNICHH5 U K TOMY ke H36exkaTh BOSHHKHOBEHHS MOGOUHBIX PeaKiii
Ha karone. Ilpu sToM, NOCKOMBKY Bhije/enHe BOOPOJA MCKJIONEHO,
METa/lJl OCAXKNAeTCA TJIAJIKHM KOMNAKTHLIM CJIOEM, YTO OCOGEHHO IeH-
HO TIDH 3JIEKTPOrpaBHMETPHYECKHX OMPEIe/eHHsIX.

PaspaGorana metonnka szexkrporpasimerpuueckoro ornpeseNeHnst
Cu, Bi, Pb u Sn ¢ ucnons3oBannem merona 3JIEKTPOJIH3A IIPH KOHT-
poaupyeMom rnorenumase [1125].

Ocaxnenne 0/70Ba NPOBOJAT H3 CONAHOKHCIOIN Cpetsl B MpHCYT-
CTEHH COJITHOKHC/IOTO THAPOKCHIaMHHA, KOTOPHI Npenynpe;xuaer
NefiCTBHE XJiOpa Ha mnJaTHHOBHI amox [611]. Konuenrpauuss HCI
B pacTBope nomkHa 6uiTh B npenenax 0,9—1,2N. Ha kamape 100 s
pacTsopa mpu6aB/sior 1 2 cossiHOKHC/IOrO THApPOKCHAamMupa. Haum-
Hawt anektponns npu 70°C, wepes 5 mum. TEMNEPATYPY CHHIKAIOT
zo 20°C.

Hnsi snekTpoocakieHusi PaBNOMEPHBIX MJOTHHX OCAAKOB 0JI0Ba
HCHOJNB3YIOT OKCanaTHO-LnTpaTHeie pactBopki npu pH 2,5 [526].
IIposonsat sxexktposns npu 20°C u norenumane xartona —0,85 ¢ nam
B TIPHCYTCTBHH UHTpata Kamus npu pH 12,5 n 65—70°C npu noren-
nnane katona —1,88 6. B 060X Cyuasnx sieKTPONHT NepeMELINBAIOT.

Meton BHYyTpeHHero saexTpoamusa

Has rpasuverpuueckoro onpenenesus wHpoko NPEMEHSAETCH Me-
TOZL BHYTPEHHEIO SJIEKTPONH2A, NPH KOTCPOM CCaX/IEHHE NPOHCXOAHT
HE 32 CHET MOJABENIEHHS] K 3JEKTPOLaM AveiikH TOKAa H3BHe, a 3a cyer
9. J1. €. caMoii fUCHiKH — B PesysbTaTe 3aMLIKaAHHS 1enH NpH Henocpes-
CTBEHHOM COE/HHEHHH KaTolla M anoja. B kauectse amopa, nepexons-
IUEro B pacTBOp MO Mepe OCAXKJEHHS OJIOBA HA KATOJe, HCIOAB3YIOT
IHHK WJIH aJIOMHHHHA.

Hspectibl Tpn BapmanTa MeTONa EHYTPERHETO /€K1peanaa:

1) anopnce m katonmoe npocTpaECIEA suedKH IS 3JIEKTpOJH3a
pasnenentl anedparmoii TakuM 06pasoM, 4TO B KaTOAHOM NPOCTPAHCT-
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Be HaXOJMTCs aHaJH3HpYeMblil pacTBop, a B @HOJHOM — KaKOH-JHGO
noAXoAsAlHi saexTpoaut [8461;

2) 3J€KTPOALl HENOCPEJCTBEHHO MOIPYKEeHH B aHaAJH3HPYeMbIH
pactBop [3341]; g

3) 3JeKTpoABl NOTrpyKeHbl B @HAJH3HPYEMbili pacTBOP, OAHAKO
aHOJL NOKPHLIT TOHKOIl KosioaneBoi Tienkoit [603, 604 ].

Mertoj| BHYTPEHHEro 3JeKTpoJiH3a 00/ajaer psijioM NpPeHMYLIeCTB
0 CPABHEHHIO C METOJAOM 3JIEKTPOOCAMKAEHHS TOKOM, MNPHJIOKEHHBIM
u3pHe. Ornajaer Heo6XOAHMOCTb B HCIOJIb30BAHHH HCTOYHHKA MOCTOSIH-
Horo Toka. Ilpu coorBercTByIOuUleM nojaGope aHOAA M 3JIEKTPOJHTHOM
cpeAbl AOCTHIAIOT YETKOTO pas3jiesieHHs MeTa/iioB Ge3 HCIO/b30BaHHSA
CAOKHBIX NpHGOPOB. OTCYTCTBYIOT MOMEXH OCAXK/AEHHIO ONIpe/esieMoro
MeTaJjljla CO CTOPOHBI HOHOB, CMOCOOHBIX OKHC/ISATBCS Ha aHoje H BOC-
CTAHABJIMBATHLCA HA KATO/e H3-3a OTCYTCTBHA OKHCJ/IHTEJILHOIO Npouec-
ca y aHoja. BoaMoxkno BhijeseHne OdYeHb MavlbiX KOJIHYeCTB 3Je-
MEHTOB.

Ilpu wucnosb3oBanun GesauadparMeHHOrO MeTOAa BHYTPEHHEro
SJIEKTPO/I3a OTnajaer HeoOXOAHMOCTb B IepPeMELIHBAHMH PacTBOpa.
OnHako Takoil BapHaHT MeTO/1a [IPUMEHHM JIHIIb K PacTBOpPaM ¢ HH3KHM
COZlepIKaHHEM OCaxJlaeMoro 3JeMenTa. MeTojd BHYTPEHHEro 3JeKTpo-
JIH3a C aHOJOM, NOKPHITHIM TOHKOIl KOJIIOAHeBOT NIJIeHKOM, ABJSIOUHA-
Csl MPOMEKYTOUHBIM MEXY METOJIOM BHYTPEHHETO 3JIEKTPOJH3a ¢ pas-
JICJICHHBIMH KaTOAHBIM H aHOJHBIM IPH3JIEKTPOJHBIMH IPOCTPaHCTBAMH
H MertofioM Ge3 amadparmbl, Obl1 MPHMEHEH /I ONpejesieHHs O0J0Ba
1603, 6041.

Onpezesierne 0J108a B THIIOTPadCKOM MeTa/ljie MeTOJOM BHYTPEHHEro
3JIEKTPOJIH3a C LWHPKYJHPYIOUHM aHOJHTOM H a/IOMHHHEBBIM 2HOJOM
cM. [1015]. Onucanne annmapatrypsl H MeTOJa ONpeIeJICHHs 0J0Ba
npuBegeno B [927].

TurpumMeTpHYeCKHE METO/b

IIps THTpHMETPHYECKOM ONpejeNeHHH 0J10Ba ¢ BH3YaJbHbLIM (HH-
JAMKATOPHLIM) OOHAPYIKEHHEM TOUKH SKBHBAJEHTHOCTH OObIYHO HCIOJIb-
3YIOT H3MEHEHHEe BAJICHTHOCTH OJ0Ba WJH o6pasoBaHHe HM MAaJIOAMC-
COLMHPOBAHHBIX COEJHHEHHH.

OKHCIAHTENbHO-BOCCTAHOBHTEIbHOE THTPOBAHHE

Sra rpynna MeTOJI0B HCMOJb3YeT PeaKilHH OKHCJEHHS-BOCCTAHOB-
JIEHHSI H OCHOBLIBAeTCsi, KaK NMPaBHJO, Ha NpelBapHTeJbHOM BOCCTa-
HoBaenun Sn(IV) po Sn(ll), a sarem —Ha OTTHTPOBHIBAHHH MOCJeN-
HEro pas/IMYHLIMH OKHCJHTeJsMH. B psaje cayyaeB pacTBOp OKHCJIH-
TeAst npuGapjsioT B M30LITKE, 3aTeM ONpEAeNsiioT H3OBITOK OKHCJIH-
TeJISl THTPOBaHHEM COOTBETCTBYIOUIHM BOCCTAHOBHTEJIEM.

Taxkum oGpasom, nepBoil BaKHOM onepauHei NpPH THTPHMETpHYe-
CKOM ompejieJieHHH 0J/10Ba, C HCIOJb30BAHHEM H3MEHEHHA €r0 BaJIeHT-
HOCTH, sBJsieTcsi BOCCTAHOBJICHHE BCEro COJCPIKallerocsi B pacTtBope
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os0Ba 0 asyxsaientHoro. Ilockoabky Sn(Il) nososbno Jerko okwmc-
JSIeTC KHCJOPOJOM BO3JlyXa, peoOXOAHMO NpelycMaTpHBaTh 3aULHTY
PacTBOPOB OT BO3AEHCTBHSI KucaOPOAA BO3JyXa € MOMCHTAa OKOHYa-
HHSi BOCCTAHOBJIEHHS /IO KOHIa THTPOBAHHA (IPH NPAMOM THTPOBAHHH
OKHCJIHTEJSAMH).

B kauectse BoccraHoBhTesiefi Sn(IV) B aHANHTHUECKOH NpakTHKE
Hawi npumerenue Al, Zn, Fe, Ni, Sb u Pb, cmech Pb - Zn, cnias
Ni—Fe, a Tak:xe pochopHoBaTHcTasi KHCJI0TA HIH €€ HaTpHEBas (Kalib-
unepas) conb [54, 55, 63, 220, 265, 445, 570, 783, 786, 891, 978,
1390, 1396]. o ABYXBa/ieHTHOrO COCTOSIHHS OJIOBO MOXKeT ObITh TakK-
e BOCCTAaHORJEHO aMajbramamu [265].

CpaBHeHHE Pa3JIHUHBIX METa/JIOB C TOUKH 3PeHHA HCIOJb30BAHHS
HX B KauecTBe BoccraHoBHTesell Sn(IV) nokasaso, uro HanGosee nox-
XOASAIAM /s 3TOH LeJIH SIBISeTCA HHKeJb, BOCCTaHABJIHBAOUlEE Jei-
CTBHE KOTOPOTO MPAKTHYECKH MPeKpaulaercsi MPH OXJaxKIACHHH pact-
Bopa [888]. Tlosromy yaanenne msObITKa TOTO Merajsa He sABJAETCS:
obsizaresbupM. AHanornudo sejier ceGsi u cBuHell. OHAKO npHMeHe-
HHE CBHHIlA HMEET HEKOTOPOE NPEHMYINEeCTEO M0 CPABHEHHIO C HHKeJeM,
TaK Kak, Nnepexoisi B pacTBOp, OH He oKpawmuBaer nocgennuii. Ilpu
poccranopnenun Sn(IV) cBuHIOM pekomeH1yloT co0JI0AaTh CJeLyIo-
LIIHe YCJIOBHMS: KOHIEHTPAIHA COJIAHOH KHCJOTH B PacTBOpe JOJKHA
ObiTh 2—4N; 06bem pactsopa 150 as; miouagb NOBEPXHOCTH CBHHIA
40—60 cx?®. Boccranossenue 74—150 m2 Sn npu Temnepatype K-
NeHHsi pacTBOpa NOJIKHO npoposmkarbes 15—20 mun. [270].

Becema yI0OHEIM BOCCTAHOBHTE/IEM OJIoBa fBasiercss rHnodocdur
Harpusi (kaabius). [Ipn onpenesnennoii KucjorHoctH pacrsopa (10—
12% HCI no o6bvemy) MbllbsiK H Me/ib He BOCCTAHABJIHBAIOTCH 3THM pe-
arcHTOM [0 MeTaJJIOB (3HAYHTeJbHOE KOJHYECTBO AHCIEPCHBIX OCajl-
KOB KOTODBIX YACTHYHO pearHpyer ¢ HOJOM IIPH NOCJeNyiouleM HOJO-
METPHUECKOM OrnpejesieHuH ©JoBa), a nepexoiaar B As(III) u Cu(l),
He MeLalolHe HOJOMETPHYECKOMY OINpeje/ieHHIo, €CJH HX KOHIeHTpa-
uMs He camimikoMm Beicoka [570]. B kauectBe KarasiusaTtopa mpH Boc-
CTAHOBJIEHHH 0J0Ba THNO(GOCHUTOM HATPHS HCHOJB3YIOT KaJOMeJb.
IToro6Ho HHUKeMO M CcBHHILY, runodochur HaTPHA BOCCTAHABJIHBAET
0JIOBO NPH HarpeBaHHi, a Ha XOJIOAY nocJje pasbasieHHsi pacTBopa
ero H30bITOK He OKHCJISIETCSl HOJIOM H, CJIeI0BaTe/IbHO, HE MEILAEeT HO/O-
MeTpHYeckoMy THTpoBaHHio. [lpm 3sTOM jocTHraercs 3HAYHTENbHO
Gosiee BBICOKAsl CKOPOCTb aHa/H3a, 4eM NPH HCNOJb30BAHHH B KayecT-
Be BOCCTAHOBHTEJNs CBHHIIA.

IlpenoTBpalienne OKHCJEHHsI 0J10Ba KHCJIOPOJOM BO3JyXa B Teye-
HHE BCEro BPEMEHH, OT OKOHYaHHSl BOCCTAHOBJIEHHSI JI0 3aBepLICHHS
THTPOBaHHfA OKHCJIHTEJEM, JAOCTHTAeTcsl CO3JaHHeM H IOAJeprKaHHeM
3auMTHOH rasoBoii armocepnl. Jlsi 910r0 Hajg pac. BOPOM MPONYCKAIOT
10K CO, niH KoJIGBI ¢ PacTBOPOM 3aKPLIBAIOT POGKAaMH, CHAOKEHHBIMH
3aTBOpAMH Pa3HYHLIX KOHCTPYKIHI, cofepxamumi pactBop NaHCO,
[35, 611, 10221].

B kavectse oxkucauteneil aas tutpoBanus pactBopoB Sn(lI) mau-
0oJsiee 4acTO HCNOMB3YIOT PAcTBOPHl HOAA, HoAara H Gpomara KaJus.
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Puc. |. YeraHoBka JJisi BOCCTAHOBJEHHS OJIOBA

Honomerpuueckuii meto. OTHOCHTENLHO HEBBICOKHH OKIICIHTED-
Huii ToTenuMan cucreMsl J, 4+ 2e = 2J—(E, = 0,5355 6) nmenaer
HONIOMETPHUECKHIT MeTOJ OIpeNeienHs 0JoBa Gojce CEJeKTHBHDLIM,
yeM MEeTOJbl C IpHMeHerneM 60Jiee CHIBHBLIX OKHCJHTeJIeH [315]. Opyx-
BaJICHTHOE OJIOBO, SIBJIASICh CHJBHBIM BOCCTAHOBHTENEM, KOJHYCCTEEH-
HO OKMCJSIETCSl B KHCJOM PacTBOpe HOJOM 0 YeThIPEXBaJIeHTHOTO CO-
ctosinnsi. MonoMeTpuuecKHii MeTOJ ONpejesieHHsl 0J0Ba HCHOJb3YIOT
NI aHanH3a OOBEKTOB C COJEPIKAHHEM OJiCBa OT THICAYHBIX Jcach
10 ~100%. TTomexu npH ompejeseHnt 0J10Ba €O CTOPOHBL APYIHX Me-
TAJJIOB B W3BECTHOH Mepe 3aBHCST OT TOr0, KaKoOil BOCCTAHOBHTC/b
GBI MCTIOIB30BAH A TepeBojia OJcBa B JBYXBAJEHTHOE COCTOAHIC.
ITonpo6Ho O HOJZOMETPHYECKOM METOJIE CM. B [265].

IlpH BOCCTAHOBJIEHHH OJIOBA CBHHLOM aHAJH3 BEAYT CJELYIOIHM
obpasom [5701.

100—120 s anamusmpyemoro pactsopa [20—50 wme Sn(IV)], coaep#atilero
20% HCI (no o6emy), BEORAT B KOGy [ npuGopa A5 BOCCT2HOBJICHHA (cM. puc. 1),
onyckalor B Koafy 5—6 CBHHIOBEIX MOJIOCOK (wupuua 7—8 mm, nnuna 50 ma,
TonmuEa 2—3 aaf), HAarpeBaioT Ao cAaboro KHNEeHHA H KHOATAT 40—45 muH. npu
OTKPHTOM KpaHe KaneJbHOH BODOHKH 3 H HempephiBHOM TOKe CO, (oreepcrue B
npoGke st GlopeTky 4 3aKphITO cTekasnnoi nanoukoii). He npepuisas mofaun CO,,
pacTBOP OXAaXAAIOT IO KOMHATHOM TeMnepaTyphl, BBOAIT 4epe3 Kanelbiiylo BOPOHKY
Heckonbko Muaanantpos 0,5%-Horo pacteopa Kpaxmana H pacTsop KJ (0,5 KJ
B 5—6 ma BojH). 3aTeM ELIHHMAIOT H3 NPOGKH CTEKJIAHHYIO MaJIOYKY, BCTABAAIOT B
0 TEepPCTHEe KOHUHK GIODETKH H THTPYIOT PacTBOPOM HOZa. TMepen MOBTOPHBIM NpHMe-
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HeHHeM CBHHIIOBBLIX NOJIOCOK HX HeﬂﬁXOILHMO Ka}i(}lblﬁ pas TimareJlbHO OYHIIATE TOHKOM
paxpausoft Gymaroft OT Halera MeTaJIOB H OKHCH.

Tpu conepxarnn onopa 1—2% H BHIIE BOCCTAHOBIEHHE Sn(IV) ceuHIOM
MOMKHO BEeCTH B KOHHuecKofi Konbe eMKOCTBIO 200—250 sma. IMocae BoccTanoBleHHS
Fe(I111) (o6ecupeunBanne pacTBopa) KHMsAYeHHE MPOJAOIKAIOT 15—20 mun. Ilpn-
cyreTBie B pacteope o 150 s2 Pb He BAHAET HA Pe3yJbTATE THTPOBAaHHA 0J10BA. Ipn
cepHilHBIX aHATH3aX BMECTO MPONYCKaHis TOKa CO, MOXKHO 3aKPHIBaTh KONGH NPoG-
KaMH ¢ NpPeloXpPaHHTENbLHBIMH KJamaHaMH.

Ecan B KauecTBe BOCCTAHOBHTEs IIPHMEHSAIOT CBHHELL, OTPeleNeHHIO
onoBa memator HNOg, W, Mo, Cr 1 V (T 3THX MeTasJ10B 0J10BO MOXKHO
OTNeNIUTh OTrOHKOH B BHAe Gpommaa). OTieseHue oJoea OT Boabdpa-
Ma cm. [182, 570]. Maapie KOJHYeCTBa MBIIbSIKA HE MEWAIOT Onpeje-
nenmo. TIPHCYTCTBHE THTAaHA TNPHBOJHT K TOJNYHYEHHIO HECKOIbKO
3aBHINCHHBIX Pe3ynbTaToB anaiu3a. Jlasi ycTpaHenusl BJAHAHHA TH-
TaHa MCNIOJL3YIOT NMPH THTPOBAHHH PacTBOp HOJA, cojiepKaiuii B
1 2 ue menee 90 2 KJ [1455]. Jlas Toii e 1eJIH MOXKHO MCIO/Ib30BATH
pacteop, coxepxamuii 17,5 2 J,u3182KJ B 1 asonn [657]. He6oab-
mme xonmueersa Cu(IT) (0,005 2 1 Menee) He MEMIAIOT ONPEACJICHHIO
ONIOBa OMUCAHHLIM Bhie MeTooM. [Tpn Gosee BLICOKOM €€ COolepKaHnH
TIPOBOAAT OTJIeNIeHHE 0JI0BA COOCAKIECHHEM C Fe(OH),. Menb ynepixu-
BaloT B pacTBOpe B BHje ammuaxara [512, 570). CypbMa H MeJlb MOTYT
6LITh TAKKE OTAEJEHB OT OJIOBA leMeHTalHeii Ha MeTaIHYecKOM
KeJsese.

Ucronp3osanue runodocura HaTpHs (KaiblHs) NS BOCCTAaHOB-
JIeHHSI OJIOBA TO3BOJISIeT NPOBOJHTH OTNpeJeJieHHe 0Ji0Ba B MPHCYTCT-
BuE 10 20 a2 Cu u 40 me As [570].

100—120 .2 aHaJdH3KPYEMOTO PAcTEOPa, COAEPIKALIEro 10—12% HCI (no obwe-
MY), TIOMENI2IOT B KOHHYECKYI0 KOJCY €MKOCTBIO 400 ma, npubapasior 20—30 me
Kasomenn H 2—3 2 runodocduTa Hatpus. PacrBop cnabo marpesaior o ofecise-
quBanus, satem fo kKunenus. Koaly sakpupaioT npo6koit ¢ 3aTBOPOM, B KOTOPHIf
penmpaior pacrsop NaHCOy u xunaATAT 8 mun. OxJnaxnaaloT, CHHMAIOT 3aTBop,
nprtasasior ~1 2 KJ, 3—5 s pacteopa Kpaxmana u THTPYIOT CTaHJaPTHHIM pacr-
BOpOM HOjJa JIO YCTOfiuHBOH cnabo-thHoseToBol OKPACKH.

Jlnsi BOCCTAHOEJIEHHSI OJIOBA NPHMECHSIOT TaKiKe 30%-Hblft pacTBOp
H,PO, [1494—1496].

Tlps pacTBOpEHHH HEKOTOPHIX CIJIaBOB B KHCJOTax B aTMocdepe
CO, ¥ B OTCYTCTBHE OKHCJHTEJeH OJIOBO NMEpPexoiuT B pacTsop B BHJIE
Sn(IT) u Moxer 6HITH OTTHTPOBAHO HOJIOM CPasy e Mocjie pacTBOpe-
nusa nasecku [1210].

JIByXBaJIeHTHOE OJIOBO ONpeJeIAIOT METOLOM 06paTHOTO THTPOBAHHS
fnocje BBeJCHES] B aHAJNM3UPYEMbIfl pacTBop H30bITKA CTaHapTHOTO
pacteopa uona [1143]. Turpopanue H3BEITKA HOjA TpPH 3TOM OOBIYHO
BEeJYT PacTBOPOM THOCYJ/b(aTa HATPHA.

BmecTo THOCYbhaTa HATPUA NS THTPOBaHHs H3GHITKA J, npume-
HAIOT PAcTBOpP AacKOpOMHOBOH KHCJOTHI, cTabHAH3HPOBAHHBEIH J106aB-

42



Koit KommJjekcona I11I, B NpHCYTCTBHH HHAHKATOpa BapHaMHHOBOIO
cunero |883].

anﬂ,JlOH{EH METOJ Aaf OonpelesieHHA METAJJIHYECKOr 0 0J10Ba, IpH
KotopoM pactBopenue meraqua nposoaar B 4N HCl B npucyTcTBHH
H30LITKa cranjapTHoro pacrsopa Hoja {690). Tlo oxonuannu pacTso-
pennsi Meras1a H3OLITOK HOJA OTTHTPOBBIBAIOT PAacTBOPOM THOCY/IbdaTa
HATpHA B NPHCYTCTBHH KpaxmaJa (MuJAWKarop).

Boamoxkuo KocBeHHoe onpejenense Sn(ll) ¢ Henonb3oBaHHEM COMH
Cu(II) (6epyT u3buiToK) B npucyTcteun NaBr. OsoBo BoccTaHaBAHBAET
Mellb 10 ofHoBaJeHTHoro cocrosinusi. M36birok Cu(ll) orTutpoBbIBaIOT
pacTBOpoM THOCYJb(aTa HaTpPHs TNPH HCMOJL30BAHHH B KauecTBe
MHAMKATOpa KpaxmaJja B TPHUCYTCTBHH CJIEJOB HOAHAA KaJHs [885].

IlpejcTapasier MHTEPeC KOCBEHHEIl HOJOMETPHYECKHI MeTOX Ofl-
peJle/ieHHsi 0JI0Ba, OCHOBaHHbIA Ha 00pPa30BaHHH YeTHIPEeXBAJIEHTHBIM
0JIOBOM TPOIHOTO KOMILIEKca € OKeajaT- M CyJab(HI-HOHAMH COCTaBa
[SnS(C,0,),1*~. 10T KOMMIIEKC B3aHMOJIEHCTBYET C HOLOM 110 peaKuHH

2 [SnS (C,0.)1*— + 2J; + 8C;05 ~ = [Sng (GO)71%~ + 4J— + 28.

CJief0oBaTeIbHO, 5KBHBAJIEHTHBIN BeC 0J10Ba B 3TOH peaKiHH paBeH
NOJIOBHHE €r0 aTOMHOTO Beca. [Ipyu HaJHuHH B aHAJIH3HpyeMoM obpasie
METaJJIOB, OCAXKAAeMBIX CEpPOBOJOPOAOM, HX OTAesfloT JHOO B Xofe
amanusa, au6o mpexsapuresbHo [265, 1490, 1500].

Ipu cpaBHeHHH HOAOMETPHYECKOTO M GpOMaTOMETPHYECKOr0 MeTo-
JIOB oOlpeJieJieHnsi 0/10Ba OblIO NOKa3aHO, 4To HauGoJiee TOYHBLIM fAB-
JISleTCsl KOCBeHHOE MojoMeTpHueckoe onpezenente [957].

Wogatomerpuueckuii metoa [265, 292, 312, 590, 601, 891, 1305,
1513].

Ecau THTpOBalHe HOAATOM KaJHsl INPOBOAAT B CHJBHOKHC/BIX
pacteopax (3—9M HCI), peaxuus mexay SnCl, u KJOg Moxker GbiTh
npejcTaB/ieHa ypaBHEHHEM

98nCl, 4- KJO - 6HCI = 28nCl, + KCI 4 JCI 4 3H,0,

H3 KOTOPOTO CJIEJlyeT, UTO B 3TOi PeaKlMH SKBHBaJEHTHbIH Bec HOJaTa
KaJIHsi PaBeH YETBEPTH €10 MosieKyasipHoro Beca. Ilpu stoM caenyer
YUHTHIBATb, YTO KpaxmaJ He MOxKeT ObITh HCIIOJIb30BaH B KauecTBe
HHAMKaTOopa NpH BbicokuX Kouuentpauuax HCL.

INockoabKy Sn(ll) siBisercs CHIBHBIM BOCCTAHOBHTEJIEM, THTPOBA-
HHE MOJATOM KaJiisi MOJKHO NPOBOAHTH IPH MOHHXXEHHOH KHCJOTHOCTH
10 peakiuu

3sn2+ 4 JO;~ -+ 6H+ = 3Sn#+ + J—+ 3H,0,

HCMOJIb3Ysl B KauecTBe MHAHKATOPa KpaxmaJ, MOCKOJIbKY MOC/e TOYKH
9KBHBAJIEHTHOCTH H3OBLITOUHLIH HOAAT KaJlia pearupyeT ¢ HOHaMH HOJa,
obpasys J,.

Jast turposanns Sn(I1) npeasoxensl TaKke HOJAHO-LHAHHAHBIH
“[740] u moparomeTpuueckuii_MukpooGbeMibiii Merons [802]. Hona-
TOMETPHYECKHIl MeTOJl MCNOAb3YIOT TpH ONpe/ieJieHHH 0J0Ba B Opra-
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HHYECKHMX COeJHHEHHsX mocse uX Muuepasusaund [1305] u npu ana-
anse pyn [955].

Bpomatomerpuuecknii merop [917, 1326, 1424, 1459, 1463]. Koueu-
HYIO TOUKY THTPOBAHHS YCTAHABJHBAIOT MO NMEPBOMY IOSBJEHHIO CBO-
6ojHoro 6poMa WJH € IIOMOLILID HHAMKATOPOB, B KauecTBe KOTODHIX
HCIIONB3YIOT Kpaxmana (B npucytereun monoB J-) [507, 717, 893,
12301, xanpu-rony6Goit [1459], ponamun B [944], 6ensonypnypun 4B
uan Gensonypnypun B [464 ], tnasunsr [1326], 4-okcu-N,N-qumerni-
4-amunoaso6enson [1165]; npu rurposannn B 2N HCl ucnonssyror
okca3zonn [1328].

KonnenTpanuio KHCMOTE npH GPOMATOMETPHYECKOM OlpejeseHni
oJioBa nopuepkusaior B npepesax 0,4—0,6N H,S0, [1205]; 0,5—
1,2N }-12804 [944]; 1,4N H,SO, [2]; 1,156N HCl [464] u 2N HCI
[1328].

DBpomaTtomeTpuuecKunii MeTo] onpejesieHHsi 0J0Ba NMPHUMEHSIOT TIPH
aHaJIu3e CrJiaBoB osioBa u cypbMul [717, 12301, meanbix [765], Sn—Sm
12561, Ni—Sn—Cd [866], cBunua u ero cnaasop [507].

Onpejie/icHEE 0JI0Ba METOAOM 0GPaTHOroO THTpOBanusi H3bbITKa Opo-
Mara KaJjiusi IIPOBOISIT HOAOMeTpHYecKHM Meroaom [893].

Mayyeno GpomatoMeTpHuecKoe onpejesieHHe 0J10Ba Hoc/e ero ocax-
JICHUSl B BHAE M-OKCUIeHUAQPCORQMA WIN M-0KCU-M-HUmpogeruaapco-
wHama oqoea. TlocneHuii peareHT UMeeT IPEHMYLIECTBA 110 CPABHEHHIO
c nepsuiM [448].

K asannsupyemomy pactsopy (copepauiemy ~1 me Sn B 1 ma u 1%-nomy
no HCI) npuGaeasior neckonbko kanens H,O, u narpepalor B tedenne 10 MuH.
Ilo oxpamjennn npuGaBisioT TPeXKpaTHBEI K3GuTOK 5%-HOro BOAHOTO pacTBOpa
n-OKCH-M-HHTpoQenuNapconaTa HaTpHs M ueped | wac OcajoK OTQHJILTPOBHBAIOT,
NpoNHBaIOT Ha ¢uarTpe 5—6 pas mojoit uan 2—3 pasa IN HCIL. ITpomsiThiil oca-
IOK EMecTe ¢ QHMJLTPOM NepPeHOCAT B IUHPOKOTopayi konGy, poGasasior 25 ma 2 N
HCl u narpepaioT Ha BoasHoifl GaHe j0 IHojHOro pacteopeHus ocazaka (30 muH.).
Pacteop mepenccaT B MepHYIo Koa6y emkoctelo 100 ma m pas6apasior 2 N HCI
Jo meTku. JIns onpenenenns Gepyt 20—25 ma pacTBopa, momewaioT B Konly ¢ npu-
TepToii npobkoii eMkocTbio 200—250 ma, npuGaensior HCI ¢ Takum pacuerom, uToGhl
KOHLEHTpauusi KHCJOTH B pacteope Gmna 1—2 N, sarem npuGasasiior 0,52 KBr,
usbuitok 0,1 N pactsopa KBrOg n ocraBasior Ha 15 MuH. npu yacroMm B3Ga/ThiBa-
Huu. TIps sTOM n-OKCcH-M-HHTpOQEeHHIaPCOHOBAs KHCJIOTA NMepexoAuT B AMGPOMIpPO-
H3EOJHOE (SKBHEAJIEHT n-0KCH-M-HUTPodeHiIapcorata osoea pase Y g moan). Ilo
OKOHYaHHH peakunn Gpomupopanusi npubapasior 0,1 N pacreop As,Oz, H3GHITOK
kotoporo orruTpoBkBalor 0,1 N pacteopom KBrOg, mpumensin B Kauectse HHIH-
Katopa MHJHTOKapMHH.

Ilpu ucnonb3oBanHM Jl@aHHOrO MeTOJA OTHajaer HecOXOMHMOCTh B
BOCCTaHOEJIEHHH 0J10Ba JIO JABYXBAJIEHTHOTO COCTOSIHMS H MPH OCaXKie-
HHH H3 KHCJIOFO PacTBOpa NMPOHCXOJHT OTAE/IEHHE OT MHOTHX 3JI€MEH-
108 (Cu, Zn, Pb). D1oT MeTOA HCNOJMB3YIOT JJsi ONpeJieJIieHNs 0J10Ba
B NPHCYTCTBHH PfLA YAaCTO COMYTCTBYIOLUIMX €MY MeTaJlJIOB.

Kpome nepeunciennbix Beime, Jasi THTpoBaHusi pactBopos Sn(II)
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HCNOJIB3YIOT Psifl APYTHX OKHcaHTesell: pactsop Fe(II1), usbbitok
KOTOPOro mMozer OhTh oTTHTpoBan conbio V(I1) [63, 11861, pacrBopom
ackopOHHoBO# KucaoTel B npucytetBun KSCN (nuaukarop) [1420] wan
pacteopoM.CrSO, B npHCYTCTBHH HHUKATOPA HEHTPAJIBLHOTO KPACHOTO
nan genocadpannna [14361; pagrsop Co(IIl) B nexsmoit ykeychoii
kucnore [11841]; cyandar mapranua(I1I) [1378]; pacreop naabensoii-
HO#t KucJaoTel B xsopodopme [1377]; KMnO, [8841; JCI, [1376];
KsFe(CN)g 111941; Ce(SO,), [515, 1478] (unoraa npubasasuor cha-
yana n3buitok pacteopa Fe(I1I) m oGpasosasuweecs Fe(II) turpyior
pactsopom Ce(S0,), [8601); apui- u puapuatHOoceMUKapOasuaHHATDI
meau [2841; K,Cr,O; [1424]; panagar narpus wnu ammonus [1287,
1424]; NaNO, [1382]; H,O, [1472]; xnopamuu B [1249]; nuxaop-
amun T [1202]; N-6pomcykuunamupn [684, 7051; KJO, [96, 1379,
1380]; N-xmopGensamuy [13831; ranaomuanun [1329]. Ouuako stu
peareHTHl HaXOAAT B HACTOsIEe BPEMS JIHIIL OTPDAHHYEHHOE MIpHMe-
HeHHe,

KomiiekconoMeTpHueckuit meToj

Haun6osee mupoko npuMeHsiercss B MOCJAENHHE TOALI KOMIJIEKCOHO-
MeTpHUeCKHH MeToj cnpenejenus ososa [1067, 1223, 1511]. Kak
JABYX-, TAK M UETbIPEXBa/ICETHOE OJIOBO 00pasyer KOMILIEKCH ¢ KOMI-
aexcorom I11 cocrapa 1 @1 [328, 1395, 1397]. Kaxymasics Koncranra
o6pasopanns KoMmiJiekconara onopa(ll) papna 102211 [1395], a komn-
Jekconara oqnopa(1V) — 10255 [328], u3 wero cieayer, uto npoyHOCTD
Komiviekca Sn(IV) ¢ sruieniuaMHHTETPayKCYCHOH KHCJOTOH IIpH-
MEpPHO TaKaf e, KaK I MNPOYHOCTb KOMIJIeKcOHaTOB Kesesa(lll)
u Banapus(I11). Komnaekconar ososa(1V) ruapomuayercss npu pH
~6 [328].

Kowmiiziekconomerpuueckie MeTOABI ONPEAEJICHHsT 0J0BA MOTYT GLITh
NojipasjesieHEl Ha veThipe TPYINBL: -

1) MeToxsl npaMoro THTpoBaHHs pacTBopoB, cofepsKawux Sn(Il)
i Sn(IV), komniexconom II1 B mpHCyTCTBHHM COOTBETCTBYIOLIHX
HHIIHKATOPOR;

2) metolni o6paTHOTO THTpoBaHHS H36HTKA KoMmmaekcona 111
(nocsie cps3LIBANNA BCETO OIOBA B KOMILIEKC) pacTBOpaMH coJiell psijga
MeTaJljIoB;

3) Me10/bl BBITECHHTEBHOIO KOMILIEKCOHOMETPHUECKOIO THTPO-
Banusi, NPH KOTOPHIX K PacTBOPAM coJiell oJioBa NPHOGABJSIOT PACTBO-
PBl KOMIIJIEKCOHATOB METAJJIOB, MeHee MPOYHEIX (B AAHHBIX YCJOBHSX),
ueM KommJiekcosar osiosa. Ilpu srom Sn(IV) saumopeiicTeyer ¢ KoMmi-
aekconom I1I, BeTecHsisi W3 KoMmiekca 3KBHBAJEHTHOE KOJHYECTBO
HOHOB Me€TaJiia, KOTOpoe H  OTTHTPOBBIBAIOT pACTBOPOM  KOMII-
Jgexcona I1II; -

4) METOABI, MCHOJIB3YIOUIHE paspylIeHHe KOMILIEKCOHATa 0/10Ba
pearenTaMH, o0pasyloUUMH (B JAHHBIX YCJAOBHAX) COEJMHEHHSA C OJO-
BOM Gojsiee 1npouHbLIC, YeM STHJIEHJHAMHHTETPAyKCyCHAs KHCJIOTA
(OITA). Ocpoboxpaiouuiica npu sroM KoMmmiekcon 111, skBuBaJent-
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HBIIl COJepIKaHMI0 0JIOBA B aHaJH3upyeMoM ofpasiie, OTTHTPOBBLIBAIOT
PACTBOPOM COJIM TOAXOJSIEro MeTaJa.

Iipamoe Turposanne Sn(Il) xommmexconom I1I nposomar npu pH
5,6—6 (nupuann-aneraThuiii 6ydep) B NPHCYTCTBHH MEMUAMUMON06020
Cuxe20, HCIONb3YEMOTO B KauecTBe MeTaJJIOXPOMHOIO HHJIMKa-
Topa [149].

IMpu turposanun Sn(IV) (pH 3) B pacreop sBopsit NaCl aasa npe-
JOTBpALIeHHs] THAPONN3a. MeTasoXpOMHBIN HHAHKATOP-Haghmuiasox -
curn S [7-(6-cynbdo-2-nadrunaso)-8-okcuxunoANH-5-cyabdorucaora |.
B konue THTpOBanus JJst 6oJiee pesKOro rmnepexoja OKpacKH HHAHMKa-
topa npubasasior 1—2 kanau 0,06M Cu(NO,), [908].

Ilpy npsMOM KOMIMJICKCOHOMeTpHUecKoM THTpoBanHH Sn(IV) B
KauecTBE METaJJIOXPOMHBIX HHIMKATOPOB MOTYT OBITb HCHOJb30BAHbI
TaKKe KCuaeroaoevil oparoiceeoul u 1-(2-nupuduraso)-2-nagpmon (I1AH).
B npHCYTCTBHH KCHJIEHOBOTO OPaHKEBOrO THTPOBAHHE NPOBONAT NPH
pH 1,8, npeaBapute/ibHO BBOAAT B aHAJH3HPYEMLIHl H XOJOCTOH pact-
Bopbl ojnHakoBoe koauuectBo 0,01N pactopa Bi(NOg),. Ilpu Takoi
KHCJIOTHOCTH ONpejiesieHHIo 0JoBa He Mewaer cBuuen. OH He o6pasyer
KoMmisieke ¢ Kommiexkconoum I11. Mupuii He memaer onpeesnenuio, eciu
ero cojep:kaHHe B AaHAJH3UPYEMOM pacTBOpe He IpeBhIllaeT
0,5 me [636].

Ecau tutposanue nposogar npu pH 2 B npucyrersuu [1AH, B pact-
BOP BBOJSIT BHHHYIO KHCJOTY M H3BECTHOE KOJHYECTBO COJIH BHCMYTA
WM Kommiekconara meau. Onpepenenuio ne mewaior Ni, Pb, Zn,
Cd, Mn n Ag. Memator onpepenennio Fe(III), Bi, In, Sb(III), Zr
H Japyrue ajemento, pearupyiomme c¢ 3JATA B cuHJABHOKHCJOH
cpene [637].

OnucanHble Bblle MeTOAbl NPAMOTO KOMIJIEKCOHOMETPHUECKOro
tutpoBanust Sn(IV) siBasiioTcsi, B CYUIHOCTH, BAPHAHTOM BEITECHHTEJb-
HOrO THTpOBaHHs, Koraa BuitecHsiempblii won [Bi(III) mam Cu(Il)]
npuGaBieH B HeJOCTaTKe I0° OTHOUIEHWIO K ONpeJeJsieMOMy HOHY
[Sn(1V)] [636, 637]. Cm. Taxxe [908].

Meton oGpatroro THTpoBaHMsi. HauGosee pacnpocTpaHeHHBIM Me-
TOJIOM KOMILICKCOHOMETPUUYECKOTO OMNpEJIeJIeHHs] 0/10Ba SIBJSIETCSI Me-
To ofparHoro THTpoBanus. IIpH BeIMOJMHEHHH aHANH3A 3THM METOLOM
pactBop Kommviekcona IIl Beoasit (B n36bITKe) B KHCJBI aHaJIH3H-
pyeMslii pacTBop. 3areM ycraHapjauBaioT Gosiee poicokuii pH, npu ko-
TOPOM OTTHTPOBLIBaIOT HM30BITOK Kommyekcona III pacrBopom Toro
HJIH HHOTO Merasla B IIPHCYTCTBHH IMOJXOMUSILIEI0 METa/JI0X POMHOIO
unaukaropa. [Ipu ocropoxuoM noseiienuu pH cBsisanHoe B Komiiekc
Sn(IV) me rupposnusyercs, 4TO MO3BOJISIET NPOBOAHTH OGpaTHOE THT-
poBanue npu nHaubogee OiaronpusTHoM 3HaueHHH pH (nna ucnosabay-
eMBIX [IPH 3TOM METOJle MeTa/ljla W MeTalJIOXPOMHOrO HHIHKATOpa).

[Ipu ofpaTtHOM KOMIJIEKCOHOMETPHUYECKOM THTPOBAaHHH OJIOBA B
KauecTBe MeTaJlJIOXPOMHBIX MHJMKATOPOB OOLIYHO INPHMEHSIIOT KCu-
JNEHON08bLL  Opandcesslll  uaw  nupokamexunoesid ¢puoaremossii  [161,
163, 269, 1081 ]. M30wbitok Kommiekcona III OTTHTpOBBIBalOT pact-
Bopami coJsieit Zn, Pb, Bi uan Th. IlepBbie aBa THTpaHTa HCNOJB3YIOT,
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ecaH THTpOBanue mposoast npu pH 5—6 [389, 615]. Turposaune
COJIAIMH BHCMYTa H TOpHsI OCyLleCTBAAOT 06buHO npu pH 2—4][14,
92, 424, 576, 910, 999, 1066, 1440]. Tak xaK KOMIJIeKCOHAT onopa(IV)
MOCTATOYHO MNPOYEH M YCTOHUMB B KHCJBIX PACTBOPAX, THTPOBAHHE
npH HE3KHX pH obecneunBaer GOABHIVIO CEJEKTHBHOCTD.

Ilpu onpenenenns on0Ba B OJOBOOPTaHHYECKHX COEAMHEHHSIX, He
COLEPIKALIHX SJIEMEHTOB, MEMIAIOMHX KOMIJIEKCOHOMETPHUECKOMY Ofl-
penesenuio oyoBa, o6paTtHoe THTPOBaHHe H3GHITKAa Kommuerkcona 111
NPOBOAAT PAacTBOPOM COJIH WHHKA B NMPHCYTCTBHH HHAMKATOpa MHPO-
Karexunosoro ¢uonerosoro npu pH 5,8—6,0 u temmeparype 80—
85°C [923].

Onpenesennio onoBa stHM metosom Memaior Bi, As( III) u As(V),
Sb(I11), W(VI), Mo(VI), V(V), Fe(IIT), Ti, Al, Mn(II), Cr(III),
Zr, PO3—, F-, raprpar-, uutpar- u okcanar-uoHsl. COBMECTHO € 0JIO-
BoM THTpYyIoTest Pb, Cu, Cd, Zn, Ni u Co. Ognako o/10BO MOKeT GHITH
ONPEEJIEHO B NPHCYTCTBHH MOCIEAHHX 3JEMEHTOB, €CJIH MapaJiesbHO
BECTH aHaJH3 JIBYX aJHKBOTHBIX uacTeil aHaJH3HPYEMOro pacTBOpa
no cnenylomeit metoxnke [1026].

K neproii anuksorhoii yactu pacteopa npu6asasmior n3bsitox 0,05 M pacrsopa
Komnuekcona 111, 2 ma nepsmofit  CHyCOOH u HecKosbKo Kamelh 0,01%-Horo
BOJIHOTO pacTBOpa METanHJIOBOTO KEJITOrO WJIH THMOJIOBOTO CHHEro, HefiTpaanayior
pacTBopom NH,OH (1 : 1) no usmeHenust oKpackm HHAHKaToOpa, npHGaBIsSIOT
10 ma 3 M CHyCOONa, pasGasnsior o 100 sz, warpepaior no 70—80°C, npu-
Gapasior 5 xanennb 0,1%-Horo BomOTo pacTBOpa MHPOKATEXHHOBOTO duonerosoro
1 THTpYIoT 0,05 M pacteopom (CH4COO),Zn si0 nosisnenns cuuedi okpackn. K npyroi
nopuuH pacteopa npubasasior 5 m2 0,5 M pacrsopa tpustanonamuua, 2—3 sz am-
muauroro Gygeproro pacreopa (pH 10) u tuTpytor pacTBopoMm Kommiekcona 111 B
NPHCYTCTBHH 3pHOXpoma yeproro T (unpukarop). B stux yeaosusx Sn(IV) ofpa-
8YeT MPOUHLIi KOMNVIEKC ¢ TPHSTAaHOJaMHHOM H He Tutpyercst. [To pasnoctu pesynb-
T4TOB JIBYX THTPOBaHHii BEMHCJSIOT COfepIKanHe 0MOBa.

OTHM METOJIOM MOXKHO TNPOBOANTH GLICTPOE ONpeaeJeHHe OJ0BA B
HEKOTOPEIX CYPBMSIHBIX CIUIaBaX, Tak Kak npucyrersue Sb(V) ompe-
JIeJIEHHIO He MeIlaer.

ITpu o6parHom THTpOBaHuH M3GhITKa KoMmmiekcona I1IfpactBopom
COJIH METas1a B NPHCYTCTBHH KCHJIEHOJIOBOTO OpankeBoro npu pH 5—
6 mackupoBanue GOJIBIIHX KOJHYECTB MEAH MOMKET GBITh JIOCTHTHYTO
BBEJICHHEM B pacTBOp THOMOYeBMHBI [584, 585]. Jlns mackupoBanms
ME/IH THOMOYEBHHY NpPHMEHSIOT TaKxe, KOTZA THTPOBAHHE MPOBOJAT
npu pH 2 pacrBopom conn Topus. JKesieso Mackupyior ackopOHHOBOI
kucaoroit’ [1066].

B KkauectBe® MeTa/NIOXPOMHEIX MHAMKATOPOB IPH  OMPENeJNeHHH
Sn(IV) meronom’ 06paTHOrO KOMIIEKCOHOMETPHYECKOTO THTPOBAHHSI
HCTIONB3YIOT Haghmuaasokcun S (THTPAHT — PacTBOP HHTPATA ME/H
win uunka, pH 3) [908], nupudurasonagpmos (rurpant — pacreop
Cu(NOgy),, pH 3—5) [328], cyaoocaruyunosyro Kucaomy (THTpaHT,—
pacteop FeCly, pH 2,5) [638]. Ilo nannmm [1257] ommn6ky komme-
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KCOHOMeTPHYECKOTO OMpelesIeHlsi 0J0Ba MOXHO CHH3HTL TOYTH BJIBOE
(M0 CpaBHEHHIO C THTPOBAHHCM B IIPUCYTCTBHH IIHPOKATCXWHGBOTO
(HoNeToBOro), ecsiM B KauecTBe METaJJIOXPOMHOIO HHIHKATOpa INPH
pH 3—5 ucnoassosats I-(2-muasoausraso)-2-nagpmon, 1-(2-muasosun-
a30)-4-memoxcugperion u 2-(1,2,3-mpuasorur-2-a30)-4-smemoxcugeros Wan
npu pH 4—5 2-(1,2,3,4-mempasorur-2-a30)-4-memoxcugheronr Npu THT-
poeanun pactBopoM Cu(NOy),.

H36LIToK KOMMJIEKCOHa MOXKHO OTTHTpOBaTh Takke npu pH 1,5—2
pactBopom Bi(NOg)g B npHCYTCTBHHM HOHOB HOAa, 06pasyiomHX B
TOYKE 3KBHBAJCHTHOCTH OKpalleHHbiH Kommiekc ¢ nomamu  Bi(Ill)
[162].

JIloMPHEeCUeHTHBI MeTOJ YCTAaHORJEHHS TOUKH 3KBHBAJICHTHOCTH
HCIIOJIB3YIOT NpH THTpoBaHHH pactBopom CuSO, (pH 4,5) B npucyr-
cTBHH (ayopexcona [1395] u pactBopom cosu rasaus (pH 2,3—2,8)
B NpHCYTCTBHH Mopuua [497].

Jasi obHapyz<enysi KOHEUHOHl TOYKH THTPOBAHMSA IIPeJiOKeHa
peakuysi Mex1y THPOHOM M nepGopaTtoM HaTpH$, KaTajiu3upyemas
nonamu Co(II) [1487]. Pacteop ,conu KoGaibTa NPH 3TOM CJYHKHT
THTpaHTOM. CBsI3aHHBI!l B KOMILJIEKCOHAT KOGaJbT TepsieT cnocofHOCTh
KaTaJH3HpoBaTh 3Ty peakuuio. BBHIY HECTEXHOMETPHUHOCTH KaTa-
JIUTHYECKOH (HHAMKATOPHOH) peaKlMH KOHEeYHas TOuKa THTPOBAHHS .
MoxeT ObiThb Haliena ¢ ropasjo GoJibLIeH TOUYHOCTLIO, YEM B cJyyae
OOBIYHBIX THTPOBAHHII.

Iocne cBs3biBauus oJoBa ¢ npuGasienHbM B H30uTRe 0,02 M pactBopom Komn-
JieKcoHa (B KadecTBe KOMIJIeKCOHA MoXeT ObTh HenoJib3oBai Kommuekcod 111 manm
mparc-1,2-puamunonnkaorexcan-N,N,N’, N'-trerpaykcycHast  KHCIOTd) M OCTOPOK-
HOH HeHTpanu3anuu pacteopa npuGaeasior 0,4 2 NaHCO,, | ma 0,5%-roro pactBopa
THpoHa u 1 ma 1%-Horo pacrsopa nepGopara warpus, pasGaeasioT Bojoll  JI0
50 ma n THTpYIOT H36bTOK KommaekcoHa 0,02 M pacrsopom CoCl, no mosiBaenus
OTYETJIHBOTO 30JIOTHCTO-KeNTOr0 OKDPaIIHBAHHS.

IToBhineHHe CeNeKTHBHOCTH KOMIJIEKCOHOMETPHYECKOTO ONpejesie-
wus Sn(IV) pocturawT nyTeM CBsi3bIBaHHMS 0JIOBa B KOMILJIEKCOHAT
B KHCJIOH cpele H OTTHTPOBLIBasi M30LITOK KOMILIEKCOHA PAaCTBOPOM
nofxoasmero oxrcaurens: (nanpumep, Ce(IV) B 1,0—1,2N xucio-
Te) [421]. 1

Ilpn BEMOMHEHHH OOPATHBLIX KOMIJIEKCOHOMCTPHYECKHX THTPOBA-
HHH cJellyeT YYHTBHIBaTh, YTO KOHEYHOHl TOYKE THTPOBAHMS IOJIKCH
COOTBETCTBOBaTh MOMEHT HayaJa H3MEHEeHHsI OKPACKH MEeTa/I0XPOM-
HOTO MHJHKATOpa, B TO BpPeMs KaK NPH NPAMOM KOMIIEKCOHOMETpHUe-
CKOM THTPOBAaHHH TOYKE 3KBHBAJEHTHOCTH COOTBETCTEYET MOMEHT mpe-
KpalleHHs1 u3Menenust okpackd. Ecan npu o6paTHOM KOMIJIEKCOLIOMET-
PHUECKOM HHJAMKATOPHOM THTPOBAHHH MPHHUMATH 33 TOUKY 3IKBHBA-
JIEHTHOCTH MOMEHT NpPeKpPaleHHs H3MEHEHHSI OKPAaCcKH MeTalllIOXPOM-
HOTO HHIMKaTopa, TO pPe3y.bTaThl anaju3a OYAYyT NOJNydYaTbCsl He-
CKOJIBKO 3aHHXXEHHBIMH H 3TO 3aHHiKeHHe OyneT Tem OOJBLIHM, UeM
Go/iblee KOJHYECTBO HHAHKatopa ObiIO nprbapieHo K aHaMH3Hpye-
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momy pacteopy. Takopa, peposiTHo, NPHUMHA PACXOMICHHIT pe3yiib-
TAaTOB aHa/NM30B, ofnapysennwnix B [248, 249].

MeTol BLITECHHTENbHON KOMILIEKCOHOMETPHH C MCIO/L30BAIHEM
KOMMNJIEKCOHATa lephsi GBI NPHMCHEH s ONpPeJeJieHlsi METaslIoB,
3HaueHHe JOrapu¢MOB KOHCTAHT YCTOMYHEOCTH KOMILIEKCOHATOB KOTO-
puix npepbimaer 19 [1517]. K takum meTdhiam npHHaJIeKHT H OJOBO
B JIByX- H YETHIPEXBAJEHTHOM COCTOSIHHfIX.

K pacteopy, comepxameny 45 se Sn(IV) n 6—30 me-ske xucaote (mpeny-
npexpaicieli THAPOJAH3 H YcKopsicuiell peaxumic),  10GaBasior ~0,52 NaCe-
-3JITA-8H,0, nepememupaior 2 MHH., BBOAST KCHJIEHOJOBbIl OpankeBblil, Heiit-
panusytot nupupuroM jo pH 5,1—6,1 (ayume 5,620,25) u Turpyior BHITeCHEHH bl
Ce(111) 0,05 M pacrsopom xommiexcona II1. Owubka onpepenenus He Npesbl-
maer 0,20 oti.%.

MBTO,II BBLITECHHTEJIBHOTO KOMIIVIEKCOHOMETPHYECKOI0 THTPOBaHHA
NpeasioxKen J1Jisi onpejenenns oiosa B anekrpoante I1OC-60, conepika-
meM CBHHeEl, 0J0B0, GopdropHCTOBOOPOAHYI0 H OOpPHYIO KHCJIO-
1o [455].

Ipu ompesesieHHH 0JI0Ba B NPHCYTCTBHU XPOMa Melawoiiee BJIHA-
HHE TIOCJIEJIHEr0 YCTPaHsOT MacKHPOBAHHEM €ro C TOMOIIBIO TUIHILe-
puna [1092].

B ananusupyemuiil comsmokucauit pactsop (~0,6 M no HCI), conepxaunii
~10 m2 Sn(IV) u ~15 me Cr(IIl), no6asasior 10—30 w2 rauuepuHa, 2 ma
0,1 M pacTeopa Kommiexconara lkHKa, pasfasasior a0 ~100 aa, seopst 50—
100 Atz KCHJIEHOJOBOTO OPAHIKEBOIO M TBEP/bl YPOTPONHH 1O BOSHHKHOBEHHS
kpacno-¢uonerosoii okpackn (pH 5—6), nocse yero THTPYIOT PACTBOPOM KOMINIEKCO=
na 111 no nepexoma Kpacho-(HOJNETOBOHl OKpPacKH pacTBOpa B IKeNTO-3eleHyio.
Owmnbka onpefenenns onosa <<19%.

MeTo/ibl, MCNOMB3YIOLHE paspyLieHHe KOMILIEKCOHATZ osioBa pea-
renTaMH, oOpasyioulMMH B JIAHHHX YcJoBHAX CGosiee NpOYHBIE, UeM
SNTA, coenuHenus ¢ 0©JoBoM, ofuianaiT HauGosbluefi H3GHpa-
TEJBHOCTBIO 1O CPABHEHMIO C APYIHMH KOMILI€KCOHOMETPHYECKHMH
metonamu. Ouu sBasiiorcs KOMGHHAIHEH MeTol0B 06paTHOTO THTPOBA-
HHA H MaCKHpPOBaHH# ONpeneaeMoro 3JIEMEHTA. HPH 3TOM aHaJIH3H-
PYIOT He JBe aJHKBOTHbIE YaCTH PAcTBOpa, MAaCKHPYs B OIHOH M3 HHX
onpejiesisieMplil 3eMeHT (0JI0B0) H HAXOJf €ro KOJIHYECTBO M0 Fa3HOCTH
ABYX THTPOBaHHMil, a OTTHTPOBBIBAIOT B OJIHOM H TOM K€ PacTBOpe CHa-
yajsa H3OLITOK BBEJEHHOTO KOMIIEKcoHa (06BeM pactBopa, MOMeIuIHil
HA 5TO THTPOBaHHE, TAK K€ KaK M KOJHYECCTBO NEPBOHAYAJbLHO BBEJCH-
HOro B M3bhiTKe Kommaekcona 111, we ¢ukcupyercs), a 3aTeMm, n3Gu-
paTeJibHO CBA3aB OJIOBO B Gosee l'!pO'-l]-[b[l':i KOMILJIEKC, TOYHO OTTHTPO-
BBIBAIOT 0CB060,11HB[]IH§1CH MPH 3TOM KOMIIJIEKCOH.

K 25 ma ananusupyemoro pacrsopa npuGasasior 0,01 M xounnekcon III B
u36LITKe, HATPEBAICT JI0 Kitmenust, pasbasamor Boioit a0 50 4, OXMAXAAOT, TPH-
6apasioT CH4COONH,; no pH5, peoast | kanaio deppu-dpepponHanuinoro
pacteopa (20 a2 10%-noro pactBopa K3Fe(CN)g u 5 sma 1%-noro pactsopa
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K4Fe(CN), pas6asastor no 100 s2 Bojon) u 5 kanens pacteopa 3,3"-numeruanadra-
nuna (0,3 2 peaktupa pacropsmor B 100 s JIeSIAHON YKCYCHOI KHCTOTH), THTPYIOT
0,01 M pactsopom (CH3COO),Zn, npuGasasior 5 2 tBepaoro NH,F, narpesaior
A0 KHMEHH:, OXMaxaaloT, M ocsoGomusumiicss Kommiaekcon I11 orturposetpalor
0,01 M pacreopom (CH4CO0),Zn. Koamuecrso THTPaHTa, H3PacXo/OoBaHHOe Ha
nioc/iejiee THTPOBANHE, SKBHBAMNCHTHO COJEPHKAHHIO OJOBa B aHaNH3HPYEMOM pac-
TBOpe.

Memaior onpenesnennio amomunnii u tutan [1066].

OcoGoe BHEMaHue cJejiyer yaeasTh peaknnH HeHTpasH3alHH aHa-
JIHSHPYEMOTO pacTBOpa, TaK KaK MOMET BBHIIEJUTBHCS THIPOOKHCH
onoBa(1V), TpyrHo pacteopumas B pacTEOpe Kommsekcona 111 Jaxe
npH HarpeBanun [456].

Komnziekcono-troprnoe  onpenenenne 040Ba 06puHO NPOBOASAT
npu pH 4—6, ncnonbays B KauecTBe THTpaHTa pactBop Pb(NO,),,
METaJIJIOXPOMHBIA  HHIHKATOP — KCHJICHOJIOBBIA  OpPaHIKeBHIii [349,
417, 1236]. B KauecTBe HHAMKATOPA NMPH NOAOGHHIX THTPOBaHHSIX MpH-
MEHAIOT TaKXe MOHOHHTPO30XPOMOTPOMOBYI0 KHegoty [831].

Bmecto ¢ropua-HOHOB A1 paspyimieHHSt KOMIVIEKCOHATA OJI0Ba
TIPHMEHSIOT MOJIOUHYIO KHesoTy. TuTpoBanne npooasit npu pH 5—5,5
B NIPHCYTCTBHH KCHJICHOJIOBOTO OPAHKEBOTO, THTPAHT — PacTBOP a30T-
HOKHCJIOTO 1lMHKa HaH cBHHIA. Onpenenennio mewatwr Fe(I11), Al
u La [609, 793].

Ilns paspymennsi Komnsiekconata onoa(IV) takxke npumensior
nuporaaznon (pH 5,5) [646].

HsbuparesibHoe paspymenne KomiJeKconara ososa(IV) B npucyr-
ctBun Cu, Cd, Ni, Co, Pb u Zn moxer 6uiTh JICCTHTHYTO TOJLLeauH-
BaHHEM pacTBOpa M Kunsuenwem ero. TurpoBanue ocBoGOjpHBLIErOCS
PH 3TOM KOMIVIEKCOHA NpPOBOAAT nocae ycraHoBienns pH 5—6
[23].

Ilpensioxken Taxke psiy APYrUX THTPHMETPHYECKHX METOOB omnpe-
zenenust onopa. Jlasi tutposanus  Sn(I1) mcnonsayior pacTBop Kako-
meauna [474]. B Touke skBuBaneHTHOCTH HabJlonaeTcs nepexoj
OKpacKkH pacTtBopa H3 (moJeToBoii B Gypyio.

TonbiTka npoBOANTH aLHAMMETPHYECKOE THTPOBAHHE OJIOBA XJI0p-
HOH KHCJIOTOfi B cpefie JIeAsTHOM YKCYCHOfl KHCJIOTH He YBeHY4JIach
yCIeXoM. Auerat o/oBa He AMCCOUMHPYET B JeISAHOMN YKCYCHOH KHC-
note [782],

JlByxBasenTnoe 0/10BO B BHje GpOMIA WM HOTHJA, PacTBOPEHHOE
B IHDHAWHE, NuMeTHAQOpMamuie, A-GyTHJamune HAH MOphOHHE,
MOXKET GbITh OTTHTPOBAHO COOTBETCTBYIONIHMH PacTBOPAMH CH,0OK,
CH4ONa wmu (C,Hy),NOH & NPHCYTCTBHH MHJAHKATOpa GpPOMTHMOJO-
BOro cuuero [1029].

B xnopuctom THOHMAE SnCl, THTPYIOT MHPHAHHOM B NPHCYTCTBHH
HHI[HKEITOPa KpHCTa/JTHYECKOTO (I)HOJIETOBOFO H/JIH MaJIJaXHTOBOIo 3eJie-

Horo. Tlpu stom 1M SnCl, pearupyer c JBYMSI MOJIIMH  OCHOBA-
uua [918].
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doToMeTpHUECKOE THTPOBaHHE

Onicannbie BplLIE HHJAHKATOPHbIE CrnocoObl THTPOBAHHS OJIOBA
NpelycMaTpuBaloT BH3YaJiblhiil KOHTPOJbL 3a MPOLECCOM aHaJusa.
Ilepexon or BH3yasbHOTO THTPOBAHHS K (OTOMETPHUECKOMY IO3BOJISIET
aBTOMATH3HPOBAThH AHAJIN3, NOBBICHTbH €ro TOYHOCTb H YBEJIHYHTDH IPO-
H3BOJIMTE/IbHOCTb TPYyAA. XOpOIIHEe PesyJbraThl MeTOJ (oToMerpuue-
CKOTO THTPOBAHHA JdeT NPH KOMIIJIEKCOHOMETPHUECKOM aHaJH3e.
INpuveHeHHe (OTOMETPHYECKOrO THTPOBAHHS HMeeT 0cobeHHO GoJiblioe
MPEHMYILeCTBO 1O CPaBHEHHMIO ¢ BH3YaJbHLIM B TOM cJy4ae, KOrja B
KOHIle THTPOBAHHS PACTBOP MMEET TOT MJIH HHOH OTTEHOK, OTJIHYHLI
OT OTTeHKa pacrBopa cpaBHenus. IIpn 310M BH3yaabHOE ONpEIEJeHHE
TOYKH 3KBHBAJEHTHOCTH CTAHOBHTCS 3aTPYAHHTEJbHLIM. (PoTOMETpH-
YyecKoe THTPOBaHHE, KAK NMPABHJO, NO3BOJSET MPEOjoseTh yKasaHHOe
3aTpyAHEHHe.

doromerpuyeckoe THTpoBaHHe OOBYMHO MOXKET GBITH OCYLIECTBJIEHO
NPH UCIOJIb30BAHHU TEX JKE WHAMKATOPOB, YTO H BH3yasabHOe. Poro-
h[aeTpuquKomy THTPOBAHMIO 0JIOBA NOCBsIL|eHA, B 4acTHOCTH, pabora

1147].

TepMomeTpHYeCKOe THTPOBaHKE

Jns obHapyxKeHHs TOYKHM SKBHBAJEHTHOCTH MPH THTPHMETpHYe-
CKOM OIIpe/ieJIeHHH 0JI0BAa HCHOJB3YIOT TEmIoBoi 3(dexT peakiuu npH
THTPOBAHHH pacTBopa cosii oioBa pactsopoM NaF [847]. Pesynbrarni,
NOJIYYEHHBIE JJIf 0JIOBa, MO TOYHOCTH MeHee YJIOBJETBOPHTEJbHLI,
ueM NpH onpejencHuyn TeM ke meroaom Fe, Al, Cu u Pb.

Meton ofparnoro THTpoBaHMS HM30OBLITKA STHJIEHAHAMHHTETpayKcyc-
HOH HJIH HAMHHOIMKJIOTeKCaHTeTpayKeycHoil kKueaor pactsopom MnCl,
NPUMEHAIOT B Bapuante onpenejenns Sn(ll). Jtor meroa memonbsyer
KaTaJHTHYECKYI0 peakiuio pasnomenuss H,O, cBoGOAHBIMH HOHaMH
Maprasua, 10 HayaJy KOTOPOH M ONpeiessioT TOYKY 3SKBHBAJIEHT-
HoctH [1485].

10 ma ananusupyemoro pacrsopa mnomelaior B cocyd Jlpioapa, npuansalor
1,5 ma Bojst, 0,5 2 1 M (NH,),CO3 u 0,1 ma 5%-noit HyO,, cocyn sakpeipaior,
BR/IOUAIOT MEWAIKY W YCRJHTeIb C CaMONNCICM, PErHCTPHPYIOUHM Temneparypy
pactpopa [1486]. Cramgaprumit pacrsop MnCl, Bsogar ¢ nocrosnnofi cKopocTbio
B npenenax 27—112 mxa/mun (B KamKAOM OTJEABHOM OMNLITE JoaKna GulTh CTPOrO
nocrosunoi). Touka SKBHBAJNCHTHOCTH XapaxkTepH3yercs Pe3KHM H3JIOMOM KPHBOI
THTPOBaHus (B KOOpAMHATAX: O6LEM THUTpalTa — TeMieparypa), uTo JeJaeT H3JIHIL-
Hell JIMHellHYl0 SKCTpanoasuuio Ans ee Haxoxmpaenuda. Ownbica ompefeseHHst He
npesbiaer 2%, HO JJig CHJIBHO pasGaBJeHHBIX PACTBOPOB OHA MOJKET JOCTHTATh
~15%.

Dxcnpeccioe ONpeAcIeHHe COACpPIKAHHA OJOBA B CHJaBax TepMo-
MeTPHYECKHM METOAOM, C OTCUCTOM PE3YJILTATOB B NPOLCHTAX, OCYIIECT-
BieHo B [1335]. Merox nmpepycMatpiBaer M3MepeHHE H3MEHEHHS TeM-
nepatypnl A0 W Iocje NpHOaBJEHHS peareHTd K aHaJH3HpYyeMOMY
PacTBOpPy MpH NPAMOM ONpelesIeHHH COJepIKaHHS 0JI0Ba.
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KonjiykromeTpuueckoe THTpoRanue

Turposanne SnCl,, pactsopennoro B XJIODHCTOM THOHHJe, GeH30-
(eHOHOM OCHOBaHO Ha peakuuu

SnCly +- 2 (C;Hy), COZ2[SnCly-2 (CH,), COJ2* - 2CI—,

NPHBOASIIEH K YBEJIHYCHHIO 3JEKTPONPOBOIHOCTH pactBopa [918].

Beicokouactothoe TuTporanue

Meton noseossier onpenessth Komen peaxuun ocaxjenust Sn(Il)
u Sn(1V) xyndeponom [710]. Turpoanie senyr 0,15M pacTBopoM
Kyndepona B untepeane pH 2,75—3,16 npu onpegeaenun  Sn(II)
u pH 2,72—3,0 npu onpexencunn Sn(IV). Tosyuennsie pesyabratsl
COOTBETCTBYIOT TEOPETHYECKHM.

l'lorenuuomnpmecxoe THTPOBaHKHe

Horenunomerpuyeckuii meton OCHAPYIKCHHSI TOYKH SKBHBAJIEHT-
HOCTH JIOCTATOYHO YaCTO HCTIONB3YIOT B AHAJNHTHYECKON XHMHH 0J10BA.

HauGonemwee uncno meronon NOTeHIHOMETPHYCCKOTO THTPOBAHHS
0/10Ba HCMOJBb3YIOT peakuiio oxkuciens Sn(Il) ¢ NIEPeBOJLIOM ero
B Sn(IV). TIlpu s1oM B KauectBe OKMeaHTE el COBIYHO NPHMEHSIOT Te
7K€ PearcuThl, Y10 1 NPH HHAMKATOPHOM (BH3YaJIbHOM) OKCHIUMETPHYe-
CKOM THTPOBaHHH OJIOEA.

Ilpn tutpoBamuu Sn(1l) okucanrensmu n KauecTBe MHAHKATOD-
HOTO SM€KTPOAA OOLIMHO NPHMEHSIOT TJIATHHOBHI, a 3JIEKTpPOJla cpas-
HENAS — HACKILCUNLIH KajloMebhbii. THTpOBaHHe NPOBOAAT B aTMo-
cdepe yriekHCI0rO rasa win asora. Ipumensiior pacteopwl, npejsa-
PHTEJILHO  OCBOGOK/ICHHBIE OT KHCJIOPOAa.

B kauectse THTpamtom-oxmcautenedt s NOTEHITHOMETP HYECKOTO
THTpOBanust  Sn(11) ucnoabsyior J, (THTPYIOT B cpene dhopmammua)
[1250]; KJO, [900, 1144]; KJO, (THTpyloT B mpucyTtetBHH 4—6N
HCI) [1381]; JCI (rurposamme NPOBOAAT NpH KOHUeHTpauuu HCI
He Bpie 0,1V unu B menounof cpezne) [605, 8011; JCl, (B Buge 0,05M
pacteopa B HCI) [1376]; KBrO, (s BapuanTe oCUMAIOrpadHyecKoro
XPOHONOTCHLHOMETPHYCCKOIO MeToia OGHAPYIKEHHS! KOHEUHOH TOYKH
THTpOBaHusi) [513, 514]; KgFe(CN), (THTPYIOT B CHIBHOKHCJION cpejie
[689] wam B 2—8N NaOH npu 50—55°C B Bapuante 06paTHOrO THT-
POBaHHA H3OLITKA OKHCJHTENSI APCEHHTOM HAaTPHSI B INPHCYTCTBHH
0sO,, urpaiowero poan Karannsatopa [1400]; NaClO, (8 npucyr-
creun KJ) [1106]; K,Cr,0, B Bapuanre npsmoro [1250] uau Kocpen-
Horo [810] [nocne BBesenusi u36nITKa Fe(I11)] rurpoBanus; NaNO,
(B mpucyrerBun KJ, THTPOBAHHE IIPOBOJIAIT B CPEJIe alleTaTHOro Oyep-
Horo pacteopa nmpu pH 2,8—4,5) [1382]; Ce(SO,), (B npucyrcrBuu
IN HCI) [1413]; Pb(CH,CO0), [704]; Mn(SO,), [stor pearenrt
sppexTuBHee u jemesse, wem Ce(SO,).]1 [1148]; Co(CH4C00),
(tuTpoBanue npopogst B npucyrersun HCI [1185] nin B cpese dopu-
amupa) [1250]; muxaopamun T (N,N-,zuix.nop-n-wnyoncyﬂbtbouamm)
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B GesBoaHoIl yKcycnoii Kucsore [12021; Tonon (7-okcudentnason-2) —
tutpyior B cpege HCL (1 : 1) npu 60—65°C n tnonoann (7-aMHHO(eH-
tnason-2) [473, 1330]; pactBop HajAGeH30HHON KHCJAOTHL B XJIOpodop-
me 5 npucytereun KJ (kataamusatop) (18771

MeToj| IOTENUHOMETPHH Halle/l NPHMEHEHNE IPH KOMILIEKCOHOMETPH-
yecKOM onpejieJieHnn oJoBa. IloTenunoMeTpHyecKHii BapHaHT Komiljie-
KCOHO-(TOPHAHOTO METOJla ONpE/ICJIEHHsI 0JI0BA HCNOJB3YIOT MPH aBTO-
marnueckoM TuTpoBanni [815]. OGparnoe THTpOBaHHE H3OLITKA KOM-
naekcona 111 npoBOASIT CTaHJAApPTHLIM PacTBOPOM aleTara CBHHLA.
MHAHKATOPHBIM 2JICKTPOJOM SIBASICTCS PTYTHBIH 2J€KTpoA. 1locae pas-
pYIIEHHsi KOMIVIEKCOHATA OJIOBa MOHaMH (ropa BbiJIe/IMBUIHACA KOM-
naexcor 111 Takme THTPYIOT aBTOMAaTHYECKH CTaHIAPTHBIM PACTBOPOM
COJIM CBHHIIA C TeM K€ HHAHKATOPHLIM 3JIEKTPOAOM.

[Ipy  KOMIIEKCOHOMETPHYECKOM  HEKOMIIEHCAIHOHHOM _TOTEHIHO-
METpHYECKOM THTPOBaHHH 0JoBa ¢ napoii snektpoaos Pt—W ws-
GbiToK Kommiekcona 111 orrurpopeisaior pacteopoM Pb(NOy),. M-
TEPECHO OTMETHTD, YTO HCNONb3OBAHKE 3Ji€KTPOJAHON Maphl MJIATHHBI —
KAJIOMEJIBHBIH 3JIEKTPOJL He JIajo MOJIOXKHTEJbHbLIX Pe3yJabTaToB. 10T
(GaKT CBHACTEJILCTBYET O TOM, YTO B PaccMaTpHBAEMOM CJyude HHAHKA-
TOPHBIM 3JIEKTPOJAOM sIBJSIETCSl BOJB(QpPaMoBbiil snektpon [82].

B noJsipHbIX OpraHHYecKHX pacTBopurensX (MMPHIAHH, JAHMETHJ-
dopmamul, AEMETHJICYJILGOKCH]L) OJOBO BejeT ccOsl KaK CHIbHAA KHC-
Jota. D10 06CTOATENbCTBO HCMOJB30BAHO NpPH IOTEHIHOMETPHYECKOM
THTPOBaHHH oJi0Ba. B KauecTBe THTPaHTa NPHMEHSIOT pPacTBOPHI
CH4ONa, CH,OK nin uersepTiyHbiX aMMOHHEBLIX OCHOBAHHH B Opra-
HHYECKNX pacTBOpHTessiX. VIHJMKaTOPHBIH 3JEKTPOJ — CTEKJIAHHBIA
naM cypbMsanbii  [289, 1029, 1082].

AmilepoMeTpHYCCKOC THTPOBaLiNE

IMpu aMnepoMeTpHUECKOM THTPOBAHHH JIBYXBAJICHTHOTO 0/10Ba O0LIt-
HO MCMOJIB3YIOT T€ YK€ OKHCJHTEJIH, YTO NPH BH3YaJbHOM H IOTEHLHO-
METPHYECKOM OKCHAMMCTPHYECKOM THTpOBaHHAX. [lpuMmensior sauinr-
nyio armocgepy (CO,, N,).

Honomerprueckee THTPOBaHHE MOXKeT ObITh OCYILECTBJEHO Pas/iHy-
HBIMH criocoGami. IIpH 1HCNOAb30BAHMK BPAIIOLLIErocs I1JIaTHHOBOIO
MHKPO3JICKTPOJA M HACLIUEHHOIO KaJOMEJIbHOIO BCIOMOTATe/]bHOIO
3JEKTPO/Ia YCTAHABJHBAIOT NMOTEHUNA HHHKATOPHOTO 3JICKTPOAa pap-
ueim —0,2 6. EciM B KauecTBe BCNOMOIaTe/IbHOTO 3J/IeKTpOJa HCIOJb-
3YIOT MEPKYP-HOAHAHBIH JICKTPOJ, TO THTPOBaHHe NPOBOAAT Ge3 HaJso-
JKeHHs! BHemHed 3. 4. ¢. Ilpy Takux ycJOBHfX JBYXBAJCHTHOE OJIOBO
He OKHCJISIeTCs] Ha HHAMKAaTOPHOM aJieKTpoje. Kouel THTpoBanHsA ycra-

HABJAMBAIOT TI0 TOKY BOCCTAHOBJIEHHS HM30BITOYHOrO OKHCJHTES
[13, 543].

2—5 M2 aNaNH3HPYEMOTO PacTBOpa MONEWAKT B COCYA WISl THTPOBAHKS, BBOAAT
3 ma xonu. HCl u BoccranaBauBaior Sn(IV) mMeTanHuecKHM LIHHKOM HJH allOMH-
nuenm. Bulijeaupiueecs ryGuatoe o080 PacTBOPSIOT NPH claboM HAarpeBaHHH, OXJawK-
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AAIOT pacTBop npu nponyckanud Toka CO,, pas6aeasior no 25—30 aa NpoKHns-
YeHHOH BOjo# (kouuentpamus HCI IN) u THTPYIOT pacTsopom okuciautens. [Tpu
CORepKaHHH B aHanusupyemom pactsope 0,6—1,2 Mz Sn ommGka e NpeBLillaer
0,03 se.

Ilpu HeckosbKO Gosbiei: konuentpaunn HCl (1—4N) B 30 ma
pacTBopa MOTyT GuTh onpenesnenn 0,12—54 ue Sn, ¢ owwu6bkoii, He
npeBblaiomen 3—4% [499].

Tok aunoxHoro okucaenus ABYXBAJIEHTHOIO 0J10BA HCIOJIB3YIOT
AJl  YCTAHOBJIEHHS TOYKH SKBHBAJEHTHOCTH NpH HOJIOMETPHIECKOM
THTpOBaHuu [744].

Hasi_amnepomerpuueckoro THTpoBaHHS Sn(I1) npumensior Taxke
KJO; [900], KBrO, [1414], K,Cr,O, [849], Ce(I1V) u KMnO, [13,
543, 13841, JCN n BrCN [1244], xsopasun T [587], mernsenosyio
cunb [302]. B kauectBe okuc/mTeN S Sn(1l) 8 2—3N pacteope NaOH
ucnoubayior KgFe(CN)g, BBoguMEIT B H36biTKe. U36bToK OKHCJIHTe ST
OTTHTPOBBIBAIOT PAacTBOPOM apceHHTa HaTpus npu 50—55°C B NpHCYT-
creun OsO, [1400].

Ilpu amnepomerpuueckoM THTpOBaHEM oJi0Ba HCMOMB3YIOT KpoMe
IVIATHHOBOIO TaKXK€ M PTYTHBIH KameabHbii snmektpox (849, 1414].
Ilpu GuamnepomerpuueckoM THTpOBanmU NPHMEHSIOT  3JeKTPOJHYIO
fiapy nJathHa — rpauT (nponutanuylo Bockom) [1276].

Hast nposenenus HopoMeTpHYECKOrO GHaMIepOMEeTPHYIECKOTO THT-
POBAHHA PACTBOPOB JBYXBAJIEHTHOTO OJIOBA PEKOMEHLYIOT caeayonne
yeaosusa: pH ~ 1; syiektpoxuas napa naarmma — rpagur, npomuran-
HBIH BOCKOM; HaJ0KEHHOE Hanpsxkenne 20—100 e [1276].

Hecomuennmit nutepec npeacrasisior amnepoMeTpHUeCKHe MEeTOJbI
onpexesenns Sn(IV), Tak kak B 310oM CJayyae oTnajaer onepamus Boc-
CTAHOBJICHHSI 0JI0BA M 3aTPYAHEHHsl, CBSI3AHHHIE C HEOGXOXHMOCTBIO
TIIATEJBHON 3alMTLI PACTBOPOB OT BO3CHCTBHS KHCJIOPOJla BO3/yXa
BO H30exKaHHe OKHCJEHHS HM Sn(1I) B npouecce THTPOBaHUS.

Ocaxnenne Sn(IV) M-RUMPOPEHUIGPCOHOBOL  Kucaomoii B cpeje
0,2—0,3N HCI wucnoassyior npu dMIEPOMETPHYECKOM THTPOBAHHH
0J10Ba. BeJsieAcTBHe 3aMeJIEHHOCTH YCTaHOBJEHHS paBHOBecHs1 mocJie
AoGaB/eHHsl KaMJIOil INOPUMM pearenta HeOGXOJHMO BblJIeDIKHBATD
pactBop ~10 mun. [las1 BHINOJHEHHS THTPOBAHHS Tpedyercs 1—2 ya-
ca [1078].

Tutposanne Sn(1V) Xa0pudom  mempagleHusapconUs TPOXOLHT
N0 peakiuu

2 (CeHg) Ast + SnCIZ— = [(C4Hj), As], SnCl,.

IIpu s1oM osi0BO HaxopuTest B pactsope B BHjie HoHa SnCl2—. Tur-

poBanue npoBoast B cpene 2—4M HCI. Terpadenmnnapconuit karanu-
SUpyer npouecc BoccranoBienus Sn(1V) xo Sn(I11) na PTYTHOM KareJb-
HOM snektpone. TuTpoBamue npoBoasT npH norenmuase —0,38
(Hac. K. 5.). Koneunyio Touky THTPOBAHHS YCTAHAB/HBAIOT 110 BOJIHE
Sn(IV)/Sn(11). Onpenenennio memaior Fe(I1I), Bi, Sb(III) u Sh(V),
As(III), Cu(1) MoO;3~, Hg(11), V05, WOE—,.BIH, F- u np. [1079].
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Awmnepomerpuueckoe turpoBanue Sn(I1V) pacteopom mauxuta npo-
oaat B pactsope 4M NH,C! - 0,06N HCIl B suefike ¢ KaneabHbIM
PTYTHBIM 3JI€KTPOJIOM H HACHIIEHHLIM l(aJIOMeJleblM 3JIEKTPOJIOM CpaB-
nenns [1415].

B npucyrersun 10-kpaTtHOTO H36LIT I!c?a Al, Ce(I11), Co, Cr(I11), La,
Mn(11), Ni u Zn, pasuwix komugects Hg| II) Pb U(VI) n wmenee 15-
KpaTHOro H36hiTKa HOHOB Cl— uyeThipexBaseHTHOE OJIOBO MOXKeT OhiTh
OTTHTPOBAHO PACTBOPOM Kynghepora B pacTBope, conepxxaimieM 2M cep-
Hyio kucqory -+ 3M cynppar ammonusi [1518]. B xauectse mnamuxa-
TOpa HCIOJAB3YIOT TOK BOCCTAHOBJIEHHS KYyN(epoHa Ha KaneJbHOM PTYT-
nom anekrpope npu —~0,84 & (oTHOCHTENBHO XJOpCepeSpPSHOTO HIH
HACHIIEHHOTO KaJIOMeJbHOro ssektposna). PaBupie KosHuecTBa BOJD-
(paMa BHOCAT B Pe3yJbLTATHl ONpPEACJICHHS 00Ba HeGOJBINYIO ONHOKY.
Memartor onpeneneruto Sb(I111), Bi, Cu, Fe(III), Mo(VI), Nb, Ta
u Zr (pearupyior ¢ KymndepoHOM B VCJOBHSX ONpeleNeHust), a Takxe
docdar-, TapTpar- ¥ UHTPAT-HOHHI.

TTepcneKTHBHEIM, BEPOSITHO, MOJKET OKa3aThCHA aMIepoMeTpHYyecKoe
THTPOBaHHE 0JI0Ba pacTBopoM N-Gexsouaperurzudporcuramuna.

AmnepoMeTpuueckoe THTPOBAHHE HCMOJAB3YIOT TNPH ONpeneJeHHH
0JI0Ba B TIOJNYTIPOBOJHHKOBLIX MaTepuanax In—Sn, Fe—Sn, Sn—Pb—
In [562].

KynoHnomeTpuueckoe THTpoBaHHe

[Tpu KyJoHOMETpHUECKOM ONpEIeJeHHH 0JI0BA B PSAJAE CJyYaen
TeHepHPYIOT OKHCJAHTeNH, OOGLIYHO HCIOJNb3YEeMBIe TPH BH3YaJbHOM,
NOTEHI[HOMETPHUCCKOM HJIH  aMIePOMETPHYECKOM THTPOBAHHH JBYX-
BAJICHTHOTO 0JIOBA.

Ilpu THTPOBaHHH MMJIHTPAMMOBLIX KOJIHUECTB 0JIOBA KYJIOHOMET-
PHUECKH FeHEPHPOBAHHBIM 40O(M B KAYECTEE HHEPTHOIO 3JIEKTPOJIUTA
ucnosb3yoT pactBop, cogepxkamuii 50 m2 6N HCI 4+ 5 ua IN KJ.

DNEKTPOJIHT BROJASAT B aHOAHYIO KaMepy aliekTposuTHdecKoft auefixn. Karoxnyio
kamepy aanoausior 6 N HCl. Bosnyx u3 anoanoit kxameps! yaanasior npu nponycka-
HHH Hepes3 Hee YIVICKHCJIOTO Tasa, MocJe 4ero B KaMepy BBOJAT H3 CYPEMAHNOTO pe-
AYKTOpa ananusupyemedi pacteop. Ecan B HuCPTHOM — 3JeKTPOJHTE J0 BBefeHH

aHaJH3NPYeMOro PacTBOpA MPHCYTCTBYET MOJ, €0 BOCCTAHABIAMBAIOT, noGaBiasa He-
CKOJNBKO Kamenb pacreopa, cogepmautero Sn(l1I). Tenepuponaune nona pexyr na

NJIaTHHOBOM 3JIEKTPOJIE, KOHEUHYIO TOYKY THTPOBAUHS OGHAPYHKHBAIOT MOTEHIHOMET=
PHUECKH.

Onpezenenuio 0JOBa 3THM MeTOJOM B uMpKajoe ue MmewawT Cr,
Ni u Fe B Kosmyecrrax, B 4 pasa 1peBocxojsiiiix o6bluHOe COJepKa-
HHe 3THX 3JIEMEHTOB B JlaunoM crape [783].

C nomouieio 3T0T0 MeTONA NMPOBOJSAT OMPEIeJeHHe 0JI0BA ¢ BHICOKOH
TOYHOCTHIO B MCTAJIITHYECKOM OJIOBE H ILHpKaJoe, TaK T!plf aHaJsH3e
JIBYX 06pasnoB ¢ coxep:kanuem ososa 99, 996 u 99,9919 % 0 cTanjlapTHoe
oTKJOHeHHe 1pH onpenenennn cocrapuno 0,025 u 0,016% coorserct-
senno [15211].
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Ilpn mayueHun ycsioBuii KyJOHOMETpHYECKOTO TuTpoBanks Sn(1l)
SJIEKTPOJIHTHYECKH TEeHEPHPOBAHHLIM MOJAOM OB YCTAHOBJIEH OMNTH-
MaJIbHEI cocTaB saekTtpoauta: 1M H,SO, + 1,8-10-2M pacreop
comn Mopa -+ 1,5:10-2M pacrteop KJ [369].

K 70 ma storo pactsopa npuGasasior 1 sa 0,2%-wHoro pacTBopa Kpaxmana,
BEOJAIT B AYEHKY KyJOHOMETPa H TMPOBOAAT onpenenenne. Ilpu ompenenenun 1,2—
2,8 M2 Sn owmnGka anannsa we npeswmana 1,3%.

Cumxenne konuentpauun KJ mo cpaBHennio ¢ onTHMabnoil npH-
BOJHT K CHCTEMATHYECKHM OTPHIATe/IbHEIM, a MPOBENEHNHE THTPOBAHHS
Ge3 Fe(Il) — k cHCTEMaTHYECKHM NOJIOKHTEBHLIM OMIHGKAM.

Ilpu nonkITKe NPEMEHUTH YCKOPEHHOE aBTOMAaTHYECKOe KYJIOHOMET-
PHYECKOE THTPOBaHHE JBYXBAJEHTHOTO OJIOBA 3JEKTPOTEHEPHPOBAH-
HbIM (Ha MJATHHOBOM SMEKTPOJIE) HOJIOM He ynatoch MOJYYHTD VJIOB-
JeTBOPUTENBHOTO pesyabrata [1316].

PaspaGoran MeTos KyJOHOMETPHYCCKOTO THTPOBAHHS MAJNBIX KOJIH-
yectB Sn(I1) snexktponmTHueckn TCHEPHUPOBAHHBIMH HOHaMH MnO~,.
Tenepuposanue seayr B 7N H,SO,. Jlis onpenesienns koneynoii tou-
K THTPOBAHHS HCMOJL3YIOT NJIATHHOBBI HHAHKATOPHEI 3MeKTpo;
3JIEKTPOOM CPABHEHHSI CJYKHT KaJoMeNbHbIfi anekTpon. Jlo mauana
THTPOBaHHs ¢ nmomomibio norennnomerpa ININTB-1 onpeneasior nanps-
JKEHHE B WHJHKATOPHOWM LeMH, COOTBETCTBYIONEE KOHEYHOH TOYKe
THTpOBanus. TIpu STOM Hanmpsikenwn B MHJIMKATOPHOH nenwu oTCyT-
CTBYET TOK. 3arteM BEOAAT pacTBop, conepamuit Sn(11), u BKowalor
TOK B LENmH reHeprpoBanus. BOJM3H KOHEYHON TOUKH nOTeHLHAN
HHIHKATOPHOTO 3JEKTPOJA YCTaHABJIMBAETCS MEJIEHHO, MO3TOMY THT-
POBalHe BEAYT HE JI0 MOMEHTA WCUE3HOBEHHS TOKA B MHJHKATOPHOI
L€nH, a 0 ONPENCTCHHOrO 3HAYCHNA WHAHKATOPHOTO TOKA, NPH KOTO-
POM OIHOBPEMEHHO OTKJIOYAIOT T€HePaTOPHYI0 H WHAHKATOPHYIO IeMH
H anektpoxponomerp. Ilpn onpezesenru 0,44—5,52 mxe Sn omubra
He npesniuaer 5,6% [281].

Ilpn  amonmoit mossipusanum  xpomoporo snektpoga B 0,1—
9,0M H,SO, » 0,1—2,0M HCI npoucxoaut 3JIEKTPOXHMHUECKOE Dac-
TBOPEHHE 3JeKTpoja ¢ o6pazoBaHHeM HOHOB Cr,03-. B 2M H,SO,
BeIXOZL 110 TOKy Cr,O7~ npn aHOIHON MJIOTHOCTH TOKa B mpejenax
3,0—100,0 safcm® crabunen u paren 95,5 + 0,5%. B 0,1—2,0M HCI
BoIX0A 1o ToKy Cr,02— 6iusok k 100% npu aHOIHO MIOTHOCTH TOKA
B npenesax 0,3—150 majem®. Hawnbosnbliee OTKJIOHEHHe BHIXOAA 1O
ToKy 0T 100% B yKkasanuwix yeaoBusx paso +0,6%. Ilpu xyjaonomer-
puueckom TuTpoBankH Sn(II) 6ein menonbsoBann 2M H,SO, u
IM HCl. UHnkauuio TOYKH SKBHBAJEHTHOCTH NpH KYJOHOMETpHYe-
CKOM THTPOBaHWH HPOBOAST GHAMNEPOMETPHYCCKH NPH HAJOKEHHOM
BHEIIHeM HanpsukeHHH =>200 me. Tlpu turpoBannu 10,0—615,0 mxe
Sn(I1) B cpene 2M H,SO, oummbka OTIPEJIeJIEHHsT  COCTaBJIsIET
0,1—1,1%; npu TurpoBanun 2,45—24,5 mxk2 Sn B 1M HCI, oTHOCH-
TeJabHas ownbka 0,4—0,8% [279].

Hsyueno kysonomerpuueckoe BoccTanop/enmne onoBa NpH KOHTPO-
JIAPYEMOM NOTEHIHA/E HA aMa/IbIaMHOM, PTYTHOM H 30JI0TOM 3JIeKTPO-
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nax [685]. Ilorenuman pabouero 3J€KTPoOjia KOHTPOJHPYIOT € IO-
MOLIBIO TIOTEHILHOCTATa; KOJHYECTEO 3JIEKTPHUECTBa, IpoTeKaioiee
B 1eNH, H3MepsIOT BOJOPOJAHO-A30THBIM Ta30BBIM KYJIOHOMETPOM HJIH
WHTETPHPYIOUIEM MOTOPOM. B KauecTBe BCMOMEIaTe/bHOTO 3JeKTPOJa
HCTIOJIB3YIOT TIATHHOBHI 371ekTpoj. Onpejesiedlie POBOAST B PacTBO-
pe, cogepxamem 3M NaBr -+ 0,3V HCl. Bo3fiyx u3 pactsopa yAa-
JISIIOT TOKOM asora. JJasi yaanenus u3 QOHOBOTO 3JI€KTPOJIHTA MpHMe-
celf, crnoco6HbIX BOCCTAHABJMBATbCA B YCJOBHSIX aHAJIH32, SJEKTPOJIHT
NOABEPraloT NpejBapuTeabHOMY 3JaekrTpoansy mpu —0,80 & (oTHOCH-
TeAbHO Hac. K. 3.). Peakuusi Boccranosienus Sn(IV) no Sn(II)
npoxogur mnpu —0,406, a BoccranoBnenus Sn(lI) no meramna
npu —0,70 6. B KauecTBe amMaJbTaMHOTO 3JIEKTPO/1a NPHMEHSAIOT aMasib-
ramy osioBa. Ilepes 3/IeKTPOJH30M amaJbraMy HEKOTOPOE BpeMs mepe-
MELIHBAIOT C 2HAJM3HPYEMBIM PAcTBOPOM, YTOOBI BOCCTAHOBHTB YEThi-
PEXBAJCHTHOE OJIOBO JO JABYXBAJEHTHOro. 30JI0TOi 3JEKTPOA Aaer
HAHMEHEe Y/IOBJIeTBOPHTE/bHbIE pe3yibraThl. Ha pryTHOM 3aeKTpoZe
Boccranosienne npH —0,40 8 NPOHCXORHT €O CcpejHed OmWHOKON
—2,4%, a npu —0,70 6 — co cpeaneit omnbkoit +0,15%. Amanbram-
HBIl 3JEKTPOJ TO3BOJIET COKPAaTHTh BpeMsi onpeleneHns. B 3ToM
cryuae 20—50 M2z Sn onpegeasior co cpeameit ommbkoi <<0,3%.

PaspaboTranbl METOJAHKH ONpefe/eHHs O0JI0OBa IyTeM BbIAEJEHHSI
€ro Ha PTYTHOM KaTojie H KyJIOHOMETPHUECKOro OKHCJIEHHSA NOJy4eHHOH
aMajibraMbl TIpH KoHTpoaupyemoM norediuase —O0,30 6 (oTHOCHTE/B-
HO XJiopcepeOpsinoro asektpoaa) [1508].

B 50 a1 aHanmsmpyemoro pacTsopa cosjaioT KoHueHTpaumio 3 M KBr-+
-+0,2 M HBr, npuGasasior 0,2 2 HyBO;, 2 #2 6 N HCl u pacrBop nepeHocsT
B IBYXKaMepPHYIO KYJOHOMETPHUECKY1o Aveliky. Bo Bcrmomorare/ibnyio Kamepy BBOAAT
1 M HySO4. Osnoeo Bwijenstor npu —0,70 , oKa TOK He CHHSHTCS 10 OCTATOYHOTO,
3aTeM TPOBOAAT KYJIOHOMETpHUecKoe oKHciaenue. Onpegernennio He memaior Zi,
Fe(I1I), Ti(I1V), memaior Cd u Pb. OrnocurenpHOe CcTaHJapTHOE OTKJIOHEHHE
0,041%, orHocuTenbHas omubka onpenedenns —0,039%.

KyJioHoMeTpHUecKHii MeToJi TNpPH KOHTPOJIHDYEMOM IOTeHIHaJle
NO3BOJISIET NPOBOJINTh pasjiesieHne H onpeesenne Sn, Pb u Cd [1507].

Ky/soHOMeTpHYUECKOE aHOJHOE pacTBOPEHHE OJIOBA IMPELJIOKEHO
TaKKe JIJs onpenejenusi ojoBa [1458] u ycTaHOBJIEHHSI TOJIIHHBI
OJIOBSIHHOTO TOKPHITHS Ha xectd [1098, 1143].

MeroiiKa KOCBEHHOTO KYyJOHOMeTpHyeckoro ompefenenns Sn(IT)
B npucyrcteui Fe(1l) npusenena B paGore [1047]. _

Ky/I0HOMETpHYECKOE THTPOBAaHHE OJIOBA BHEIIHEreHePHPOBAHHBIM
BaHaaujaoM nposoaat Ha ¢one 3,5M H,SO, ¢ nmoTeHIHOMETPHYECKOH
HHAMKAanHell TOYKH SKBHBaJeHTHOCTH [D53].



®HIHKO-XHMHYE CKHE METO/IbI

foasiporpaguueckiie MeToanl

[loasiporpadmyeckne METOALI ONpECJCHHS 0J0Ba NOJNIYYHJIH B Ha-
CTOfll€EC BpeMsl UYpPesBbIYAHHO IIMPOKOe pacnpocTpanenue. Jlerkuii
IEPEXOA 13 ONHOIO BAaJIEHTHOTO COCTOSIHHSI B JAPYroe, CrocoGHOCTB
BOCCTaHABJIMBATBCA H3 BOAHBLIX H HEBOJAHBIX DAacTBOPOB 0 MeTaJuia,
Xopowias pacTBOPHMOCTb METaJJIHYECKOTO 0JI0Ba B PTYTH — BCE 3TO
ACJAET pas/IHYHbIE BAPHAHTBI METOJA BechbMa NePCHEKTHBHBLIMH AJS
ONpEACJIENHs 0JI0BA B IIHPOKOM JHANasOHe KOHUEHTPALLHIl.

HemasioBazknoe snauenne umeer u Tot (axr, uto B nocJeHne rojb
BCJIEJCTBHE SHAYHMTEIbHBIX yCHEXOB B 0G/IACTH TEOPHH H TeXHHYECKHX
PHEMOB, a TdKXe B 00/IaCTH NPOMBILLIEHHOTO NPOH3BOACTBA BHICOKO-
KauecTBeHHOH noJisiporpaguueckoii alinaparypsl cTano BO3IMOIKHBIM
[IPOBOZHTD aHAVIH3 NONAPOrPaPHYECKHM METOJOM KaK C Upe3BbIYaiHO
BBICOKOH 4yBCTBHTEJBHOCTBIO (IIPH ONpPEACJNCHHH CJIEN0B 3JIEMEHTOB),
TaK H C BHICOKOH TOYHOCTBIO — [PH GOJIBIIHX KOHUEHTPAIHAX ONpeie-
JSIEMOTO 3JIeMEHTa B aHaJH3HpyeMoM ofbeKTe.

CyluecTBeHHBIM SIBJSIETCS H TOT (haKT, 4TO COBpeMeHHas MoJsporpa-
(uueckas anmaparypa W HCIIOJIb3OBaHHE COOTBETCTBYIOUIHMX (POHOBBLIX
PacTBOPOB YacTO IO3BOJISIOT NPOBOAHTb AHAJH3 C BHICOKOH CEJEKTHB-
HOCTBIO G€3 OT/IeJIeHHsI ONPENe)iseMOro 3JIEMEHTa, 4TO CIOCOGCTBYET
TNOBLILIEHHIO TOYHOCTH H SKCIPECCHOCTH aHauu3a [968, 981].

IloTenuuaner no/syBo/iH 0J10Ba NPH €r0 BOCCTAHOBJEHHH HJH OKHC-
JIEHHH B Pa3/iMYHBIX PacTBOpax MPHBEJEHLl B Tabu. 5.

B He#tpasbHON M uies0uHOf cperax Sn(IV) e maer BoaHBI Boc-
cranosienus [11], a Takike B pactBOpax XJIOpHOM, asoTHOM H doc-
¢opuoii kucaor [266, 291, 1346]. Ilpn BBeJeHHH B XJIOpHOKHC/IbIE
pacTBopbl, copepaamue Sn(IV), monoB xs0pa nosBasercs X0po1Io
BhIpa:KCHHAS BOJIHA BoccranoBJenuss Sn(IV) ¢ Ei. = —0,47 ¢ (upu
KOHIEHTPaLHH HOHOB XJsiopa 0,5 e-uon/a n Gosblue). (31ech H HHKeE,
Ilie 510 He OyAeT CHelHabHO OTOBOPEHO, 3HAYEHHS! NOTeHIHAJIOB npu-
BEACHbI OTHOCHTEJIbHO HACBINIEHHOTO KaJIOMEJBHOTO 3JeKTpoja, Io-
TEHLHAJ KOTOPOTO OTHOCHTEJIbHO HOPMAaJIbHOTO BOOPOAHOTO 3JEKTpO-
Aa npu 25°C pasen +0,24] 6.). Beanunna andpysuonnoro Toka npu
STOM COOTBETCTBYET IIOJIHOMY BOCCTAHOBJCHHIO KOMILJIEKCHOIO HOHA
[SnClg]*~ no wmeranaa [266].

Anekrpoaur cocrasa 1,6 M HCIO, -+ 0,8M NaCl -+ ~0,008% xe-
JlaTHHA HCHOJIL3YIOT IIPH ONpPeJeJIeHHH 0JI0Ba B PacTBOpax AJIsl 3JeK-
TPOJIHTHYECKOTO MOKPLITHSI, B KOTOPHIX OJIOBO HAXOIHTCS B BHJE
Sn(IV) [853].

Ananusupyembii pacTBOp BHOCAT B cMech, cocrosityio u3 10 m2 4 M HCIO,
=10 m2 2 M NaCl, npu6asasior 0,2 s 1%-noro pacTBopa XenaTHHA M IepeMellH-
BailoT. 10 a4 pacTeopa moMewaior B sMeKTpOJNZEP C BHYTPEHHHM PTYTHBIM aHOAOM
H CHHMAIOT moasiporpammy B obmacth 0 — (—1,0) 6 (Ex = —0,48 g). Copnepxa-
HHe oJloBa onpeaensiiorT no KaauGposounoii kpupeoit. Tounocrs onpenenenns +2%.
AHanu3 JAIUTCA HeCKOMBKO MHHYT.
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TaG6auma 5

MoTtenuuansl noayeoan onosa (OTH. Hac.

K. 9.) [291, 506]

G oHOBHIT INEKTPOMHT % Ae™ Ey, .8
Wi
UeThipexBaJieHTHOE OJ0BO
IM HCI 4 —0,47*
12M HCI 2 —0,50
IM HCl+4M NH ,CI--0,005% »xenaruua 2 mg,gg
4 —0,
3,5M HCI1+2,93.10- %M (C4H) 4AsClH- 2 —0,225
+2.10-¢M Sn(1V)
4M NH ,Br-+-0,005% xenatuna 2 s
4 —0,50
IM NaF--0,01% xenaTuua He BoccranaBaHBaercst e
1M KSCN--0,02M HCI —0,50
0,IM"HCIO, unn NaClO, He Boccranas/nBaercst —
7,3M HaPO, — —0,65
oM CH3COOH—]—2M CH,COONH 4+0,01% 2 —1,1
JKeJaTHHa
0,25M HyC,0,4-1NayCoO,y nan (NH 4),Co0y, 4 (?) —1,51
pH 3—4
0,25M Bunnas kucmaora uan KNaC 4 H 4O, He BoccranasanBaercs —
pH 3—4
0,25M H4CeH;0, (numounan xucaora), pH 5 To xe —
IM NagCgHz;0,1-0,1M NaOH — —1,22
2M K,COj, pH 11 — —1,15
JIByxBaneuTHoe 0OJIOBO
IM HCI 2 —0,47
—2 (aHoAHAs BOJIHA) —0,1
12M HCl 2 —0,83
9M HCI--0,1M NaH,PO, 9 HO 5
IM HCIO, uau NaClOg4 —2 (anoauan BoaHa) +0 13
0,IM HCIO, wau NaClO, 2 —0,43
IM H,S50, 2 —0,46
IM HNO, 2 —0,44
0,05M H,S0,+-0,01M HCI —2 (anoanas BoaHa) —0,06
7,3M H,PO, 2 —0,58
IM NaF--0,01% xenaruna, pH 4—6 —2 (aHojHas BOJHA) —0,20
2 <078
IM KSCN 2 —0,46
2M CH,COOH-+2M CH4COONH 4~ 0,01% —2 (aHoAHas BOJHA) —0,16
KejiaTHHA
2 —0,62
0,25M H,C,0,+Na,CyOy nin ( NH,),Ch0y, e By
pH 3—4
0,25M H,C,H 04 (BunHAn KicaoTa) Hil —2 (anopuas BoJHa) —0,18
KNaC,4H ,Og, pH 3—4
2 —0,49
0,5M Na,C,H,04-10,01% menatuna, pH 9 —2 (aHo,ELHQaﬂ BOJIHA) —0,33
—0,92
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Ta6auuma 5 (oxoxuanue)

doHopbll 3NEKTPOJHT Ae Eij. 8
H3CeH50; (numonnas Kucaora) Hau —2 (anoanas Bosna) —0,21
K3CeHs0,, nan (NH,)3CeH 04, pH 3—4 2 —0,54
1M NayCgH;0,4-0,1M NaOH —2 (anoanas BoJHA) —0,91
2 —1,12
0,05M Na—3I1TA--0,8M CH,COOH - —0,7
0,056M Na—3TA-+0,8M CH3COONH,, pH 7 | —2 (anonnas Bosna) —(ll,gg
2 =1,
IM NaOH+-0,01% enaruna —2 (anofnas Boana) —?gg
2 —1,
IM N,H ,+ 1M NH,OH-+}-IM NH,ClI —2 (anoanas Bosina) —0,851
2 —1,219
— —1,57
0,IM CgHgN (mupupun) 4+ 0,1M CzHN-HCI 2 =112
0,2M NH 4OH--0,2M NH ,CI+-0,05M THpOH —2 (anonas BoJHa) —0,69
. 2 —1,15
0,25M NaOH--0,05M Ttupon —2 (anonnas BoJana) -(I),:;';
2 TNy

* Hasn sToft Boamsl cnpapefanso ypasHenue E,,s=(—0,464)—0,10 [CI~]), o.
** Ha paccmaTpupaemoM (one 070BO BOCCTAHABJIHBAETCA OT MOTEHLMANA PACTBOPEHHS PTYTH.

Jast nossiporpaduueckoro onpenenenns Sn(1V) nenoabsyior Takxe
ssnexkrponut coctaa 0,5M HCIO, -+ 2M NH,J [1261].

UetkipexBaJieHTHOE OJIOBO B XJOPHOH KHCJIOTE 06pa3yer JiBe BOJHE!
BOCCTaHOBJICHHS, €CJH B PacTBOpe COJepXKHTCA mnHporaaion [686].
IlepBasi BosHa cooTBeTcTBYeT OOpaTHMOMY BoccTaHoBJeHHio Sn(IV)
no Sn(II), Bropas — nmo Meranna. B s/ieKTpomHo#i peakmms npi
pH 0,94—3 npunnmaior yuacTue uersipe HOHa Bogopoaa. Ha mepsoii
BOJIHE HAGMIONaeTcs MaKCHMYM, HCYE3alouuil B npucyTeTBud ~0,002 %
tputoHa X-100. M3 saBucumocTn E,, OT KOHIEHTPAUMH NHPOrasIona
clejyer, uTo B XJopHOKHcaoit cpene npu pH 1,75 Sn(IV) o6pasyer
KOMMJIEKChl ¢ cooTHomenHem Me : nuporamion =1 : 2, a Sn(II) kom-
njekcoB He obpasyer. Ilpn pH 3,0 naGmomaercs o6pasoBaHHe KOM-
niaekcoB Sn(IV) c¢ Tpemst Mosiekynamu nuporamsona u Sn(Il) c
OZHOH MOJIeKyJiofi nuporasiona. JIns aHaAuTHUECKHX 1eseli HanGoJee
npurojex ¢ou, copepxamuit 0,1M HCIO, + IM NaClO, + 0,1M nu-
poranyona + 0,002% Ttputona X-100. [duddysHoHHmit TOK B 31OM
pacTBope NpONOPUHOHAJEH CONEPIKAHHIO OJIOBA NPH €ro KOHIeHTpa-
e Huxke 102 2-yon/a.

Huuddepentunit  snektpoaur, conepxamuit 0,1M NH,SCN +
+ 0,2% nmporannona (pH 1—1,2), npumensior aas onpeneneHus
MHJIJIHTPaMMOBbLIX KosinuecTs osioBa [1263]. Ha stom done oGpasyiores
ueTkHe Bosuel Sn(IV) (E, = —0,166) u Sn(Il) (E, = —0,426),
NPHTOAHBIE /ISl AHAJIMTHYCCKHX LeJefl. 10T ¢CH HCNOAL3YIOT st
OAHOBPENEHHOrO Onpe/ie/ieHHst HHAHA H 0J0Ba. DTOT Ke (OH C KOH-
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nentpanmedi muporasnosa 0,02M mpuMeHsior B papHante aHOAHOI
noasiporpadun ¢ HakorsenneM [841].

B cepHO KHCJIOTE UETHIPEXBAJCHTHOE COJIOBO JaeT ROJHY OKOJO
—0,4 8, HO oHa caMBaeTcs ¢ BOJHO#H Bojopona [11, 125]. B pactBope,
conepxamem H,SO, + HCI, Momuo onpenensts Sn(IV) [125, 231,
1239, 1274]. Cpunen Memaer ‘QUpesie/IeHHI0 OJI0BA HA 5TOM domne. Tlo-
5TOMY ero oTaensior coocaxennem ¢ BaSO, [644]. Tlotenunan nony-
BOJIHLI OJI0Ba OTHOCHTE/IbHO pryTHOrO anona pasen —0,30 6.

HauGospinee pacnpocTpaneéHHe NMpH NoJsiporpaduueckoM onpeje-
sennn Sn(IV) monyunsn pacTBOPH COMSHON KHCIOTH (dacto ¢ Jo6aB-
KOl XJOPHJIAa AMMOHHS, Dexe — HATPHH, KaJufl, MATHHS).

B consiHogueanx pacrsopax Sn(IV) oGpasyer JBe BOJHEI BOCCTa-
nossenusi [45, 1124]. Tleppas Bosna, COOTBETCTBYIOIIAst HEOGPATHMOMY
Boccranossennio Sn(IV) no Sn(11), umeer E. = (—0,2) + (—0,3) 6.
Xopomo BhipaxenHasi BTOpas BOJIHA, COOTBETCTBYIONIAS BOCCTAHOB-
JIeHHIO 10 MeTajlia, nabmonaercs npu norexnuanax or —0,4 10 —0,5 6
[11, 45]. [T aHalHTHYECKHX 1eJied OOLIYHO HCNONB3YIOT BTOPYIO BOJI-
Hy. Bricota sroii Boamm saBucut ot komnentpauun HCl u pocturaer
makcumyma B 6N HCI [11, 44]. Ecan wacrs HCl saMeHuTb XJ0PHAOM
IIEeJIOYHOTO METaJ/1a TO JKe KOHIEHTPAIWH, TO BBICOTA BOJHBI H3MEHHT-
e caabo. JIudxdpysHOHHBIH TOK YeTLIPEXBAJEHTHOrO OJIOBa 3aBHCHT
OT BPeMeHH CTOSIHWSI M KHcJoTHOCTH pactopa. Ilpm crosmun caaGo-
KHCJBIX PacTBOpoB HaGmonaercss ymenbimenue auddysHOHHOTO TOKa
[BeaencrBue ruaposmsa Sn(1V)]. Tak, B 0,5N HCl uepes 88 uac.
nuGdy3HOHHBI TOK yMmeHbiuaetcst B 3 pasa. Jlaxe B 3N HCl naGuo-
faeTcsi yMeHbluenue iy npu crosiuun. ITostomy meoGxoanmo paGotars
CO CBEKENPHIOTOBNEHHEIMM M CHJIBHOKHCJIEIMH pacTBopamu (5—
6N HCI) [45].

B 10—12 ma pacropa, comepikauero Sn(IV) 8 6 N HCI, noGasasior 5 xa-
menn 19%-Horo pacTsopa KJesl WA HeKCTPuHA. YIadHB KHCIOPOJ TPOAYBAHHEM
T0Ka a30Ta, MPOBOAAT Monsporpaduueckoe ompejieienne oiosa. Ecan moasporpa-
¢upyemuii pactsop cosepxkur Fe(111), ero npejsapnrenbio BOCCTAHABIHBAIOT 2CKOP-
6unopoii kucaotoit (10—20 me) 1o ofecupeunBarisi pacTBOpa, NPONYCKAOT HHEPT-
Heii ras (asor) W noasporpadupyior. IlonsporpadrdeckomMy onpee]cHHIO OJ0B3
Ha sToM doHe Memaor Somemme koamuectsa Cu, Sb, Mo, Bi u moGie KomiyecTsa
Pb, W, Tl u As(III).

Ha done NH ,Cl -+ HCI coBroaercs nponopuHoHanbHOCTb MEXIY
BLICOTOH BOJHHI ¥ KoHenTparmedi Sn(1V)[45], npuyem naxe npu Goab-
wux uamenenusax B coornomennn NH,Cl u HCl nuddysnonnsiii Tox
coXpaHseT NPUOJIH3HTENbHO TOCTOAHHOE 3Hauenwe, I1pu sTom caelyer
VYHTHIBATb, YTO NPH HH3KOH KHCJOTHOCTH PacTBOPa MOXKET NPOHCXO-
AHTb CHHJKeHHE (BIJIOTh /IO HCUE3HOBEHHs) BOJIHBI YETBIPEXBANIEHTHOTO
OJIOBA BCJEACTBHE ero ruapoamsa [47].

BpoMuIHO-XJIOPUIHBIH (DOH TaKMkKe HCIOJAB3YIOT NPH MOJASPOTpa-
duyeckom onpefeneHun onosa [691, 1154, 1438, 15251. Ha done

NH,Br + HCI uetbipexpasientrce 0JICEO Ja€T JIB€ BOJIHBI, pasjc/ieH-
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HbIX HHTepBasiom 0,28—0,3 6. Ilepsas Boana Bozunkaer npu —0,08 ¢
(OTHOCHTeNIBHO PTYTHOTO aHOAa). T4 BOJIHA Y€TKO BHIPAKEHA H Paclio-
JI02KeHa NpH 60Jiee NOJIOKHTEILHOM NOTEHIHANE, YeM BOJIHBI PSa APY-
THX METa/IoB, 4YTO TIO3BOJISIET HCIIOJIb30BaThb €€ JIJIsi OnpejeseHHsl
0JIOBa B MNPHCYTCTBHH GOJBIOIMX KOJHUECTB CBHHIIA M LHHKA
[45].

BBejenie B CONAHOKHC/BIN PACTBOP CJENOBBIX KOJIHYECTB XJOPHIA
TeTpaeHHIAPCORUA CYMIECTBEHHO yayumaer (GopMy noasiporpacude-
ckoifi Bosnt Sn(IV), uto cBsisano, mo-BuaHMOMY, ¢ 06Pa30BAHHEM KOM-
naexchoro coepunennsi [(CgH;) ,As1,SnCl;. ITpu wucnonbsosanuu B
KauectBe ona 3,5M HCI + 5-10-*M (CH;) ,AsCl + 10 06. % 3ta-
HOJIa TOTeHIHas 1 noayBoJaHbl paBen —0,19 ¢ [1017]. Ilorennman E,
3TOH BOJIHBI HECKOJIBKO H3MEHSCTCS! IIPH H3MEHEHHH COCTABA PACTBOPA.
QOHOBLIH PACTBOP YKa3aHHOTO BHIUE COCTABA MPHMEHSIOT IPH OIpe-
JIeJIEHHH CJIOBA B aJIOMHHHEBHIX CIJIaBaX C MCNOJb30BAHHEM SAUCHKH
C BHYTPEHHHM PTYTHBIM aHoaoM (E,, = —0,45 6) [380], a Take npu
ONpeie/IeHHH 0JIOBA B XPOME BBICOKOH YHCTOTHL. B mociennem cayyae
OblJ1 PHMEHEH noJsiporpad mepemennoro Toka [219]. [IpencraBasier
MHTEPEC HCNOIB30BaHHE HHAM(P(PEPEHTHOTO  3JEKTPOJHTA COCTABA
4N HCI + 1-10-*M xaopuz tetpadenunapconns -+ 20% sragona aas
OJIHOBPEMEHHOrO moJisiporpaduueckoro onpenencuuss Sn, Pb u In
B cnnaBax Pb—Sn u Pb—Sn—In[1360]. [1pu onroBpementom mpueyT-
cTBHH B pactBope Sn(IV), Pb u In oGpasyiorca uerkue BosHEI, COOT-
BeTCTByjomMe Boccranopsenuto Sn(IV)— Sn(II), cymmapnas Bposna
Sn(1I) - Sn +Pb(II) — Pb u In(I1T) - In. Ilo nepeoii u TpeTbel
BOJIHE ONpE/eJIAIOT OJIOBO M HHIHKI, a N0 PasHOCTH MEXJy BLICOTAMH
BTODOH M NepBOH BOJH ONPELEJSAIOT CBHHELL.

Jlnsi olHOBPEMEHHOTO ONpelieieHHs ON0BA M HHOGHS B GHHAPHBIX
ClJIaBax npeanioxen ¢oroBkiit pacteop 8M HCI - 10% stunenrinkons
[7081. Ipn BOCCTAHOBACHHH 0J10BA H HHOGHS B OGBIHLIX KHCJIBIX pacrBo-
pax Bosna Sn(1V) — Sn(1I) naknanpsaercs va Bomy Nb(V)— Nb(IV),
a ponsa Sn(I1) - Sn — wa oy Nb(1V) —Nb(III). IIpn ucnonn-
30BaHHH HHJIHPPEPEHTHOrO 3JMEKTPOJHTA YKA3aHHOrO BRILE COCTABA H
METO/a KBaIpaTHOBOJIHOBOH MO.ISIPOrpaduu MUK BOCCTaHOB/eHHs Sn(IV)
— Sn(II) BeaencTBHe HEOGPATHMOCTH NpOLECCA MONYYACTCS! HUYTOMK-
HO MaJILIM H He BJIHSIET Ha BEICOTY MHKa HHOOUS ¢ noteHuuasom —0,26 &
(aHOx — nonmas pryrs). OJIOBO OMpPENEJIAIOT MO BTOPOMY HOHKY BOC-
craHoByienus Sn(I1) - Sn ¢ norenunanom —0,46 8 (anox — gouHas
PTYTh). Jlo6GaBaeHue STHJIEHIHKO/SI CMeLdeT BTOPOH NMHK BOCCTAHOB-
JIEHHSI HHOGHA B 06.1aCTh OTPUIIATEJBHLIX NOTeHNMAIoB. JLisi ana/iusa
cnnaBa Nb—Sn ¢ nenosib3oBaHneM KBajpaTHOBCJIHOBOH OIS porpadun
npumensitor  agektpoaur 6M HCI -+ 40 o6vemn. %  3THICHIIHKOIS
[709]. Onpenenennio Sn u Nb na stom done ne memaor Ni, Mo, Fe,
Cr, Mn — KOMIOHeHTbI CTa/H, HA KOTOPYIO OBBIYHO HAHOCSIT CBEPX-
NPOBOASIIHI CIJIAB HHOGHS ¢ OJIOBOM.

Ilpu BBepenuu xsopuaa 3,4-puxnopbensuarpudenunbochoHus B
COJITHOKHCJIbIe PAcTBOPHI cyJb(aTa osopa(IV) BLicoTa Kak NOCTOSHHO-,
TaK H NEPEMEHHOTOKOBBIX NOJSIPOrpadHUecKHX BOJH BO3PACTAET, UTO
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MoxkeT ObiTh 06ycJ/oBieHO ajcopOuuei coejunenns, o6pasyemoro ye-
THIPEXBAJEHTHBIM OJIOBOM C 9THM peareHTOM, Ha NOBEPXHOCTH 3JeK-
tpora [1212].

IoGapnenne NaF B moagporpagupyemsiii COJSHOKHCJBIH PacTBOP
noaasasier juddysnontsiit Tok Sn(IV) HesaBHCHMO OT KOHUEHTPALHH
HCl B npemenax 0,3—3,6N%, JIpn konuenrpauun NaF, pasuoit
4,76-10-2M, npOHCXOJAUT Pe3KOe yMEHbIIEHHE CHJbI JH(Dy3HOHHOrO
TOKa 0JI0Ba, 4TO I03BOJIAET IPOBOJAMTDL ONpeJie/JieHHe 0J10Ba H CBHHIA
NpH HX COBMECTHOM NMPHCYTCTBUH. JLJisi STOTO NPOBOAAT ABAMK/IbI MOJS-
porpadupoBanie pacTBOpa, COMEPKAlIero CBHHEI M 0J10BO, 0e3 Jo-
OaBKH, a 3ateM ¢ J00aBKoil (ropuaa Harpus. B nepsom ciydae onpe-
JEJSIOT CYMMapHYIO BOJHY 0JIOBA M CBHHLA, BO BTOPOM — TOJIBKO
BOJIHY CBHHUIA. Bbicory audysHOHHOH BOJIHBI OJIOBA ONpPEAEIsIOT M0
pasnocTH Bpicor atux BosiH [321, 322]. Mackuposanne Sn(I1V) nonamu
¢ropa GBJIO HCHOJB30BAHO TaK:e IIPH aHaJH3e IOJYNPOBOAHHKOBBIX
CNJIaBOB METOJOM IepPeMeHHOTOKOBOH noasporpaduu|273]. Has usy-
yenna nosejenus Sn(IV) na gone HF pasauunoii KoHueHTpauuu 6ol
HCIOJIb30BAH PTYTHHI KamneJbHbIH 5/€KTPOJ, H3TOTOBJIEHHBIH H3 Te-
daona [1296].

BBefenye 3THICHAHAMHHTETPAYKCYCHOH KHCJOTHL B XJIOPHJHBIE
WM GPOMHHBIE PACTBOpPBI, COAEpIKalue 0/0Bo M HmetouiHe pH 1—2,
I103BOJISIET TPOBOAHTL oOnpefenenue ojosa B npucyrersuu Pb, TI,
Cd, Bi, Cu, As(V), Sb(V), Zn, Co, Mn(11), Al u Cr(I1I) [243, 370,
825]. Takue ¢oHOBbIE pacTBOPHI YAOOHBI /IS ONpeleseHHs 0JI0Ba
B cBHHILE. BBejenue e KOMMJIeKCOHA B HeliTpa/bHbIe XJIOPHAHEE pac-
TBOPHl CHHKAaeT BOJIHY BOCCTaHOBJeHHsi oJsioBa [401].

B pacrsope 0,33M BunHON KucaoTel Sn(IV) naer Bonny BoccTraHOB-
genns. OfHAKO JIs KOJHYECTBEHHOTO aHAJH3a 3Ta BOJHA MEHee IpH-
roana, yem Boaxa B 6N HCI [11]. Poct KoHIeHTpanun TapTpaT-HOHOB
NPUBOAUT K YMeHbIIeHHIO Au(dysHoHHOro TOKa, a mnoseimexwe pH
npuaoiuu'r] K TOMY, 4TO BoJHA BoccraHoBieHusi Sn(IV) BooGuie ucye-
saer [47].

[Tpennosxeno onpexensite Sn(IV) mo BbicoTaM OAHOH H3 ABYX BOJH
BoccranoBsenusi Ha ¢one pacreopa 0,1M xJopHOH, BUHHOH H JIHMOH-
HOH KucsiorT B 2M ammuaunom GycdeproM pactsBope ¢ pH 9,3 B npucyr-
crBur 0,2M 3-MepKanTONpONHOHOBOH KHC/IOTHI. Be/nuHHa npenenb-
HOTO TOKa He 3aBHCHT OT HCXOAHOH KOHLEHTPALHH XJOPHOH KHCJOTHI
B unreppane 0,01—I1M. IlpenenbHelfi TOK JHHEHHO 3aBHCHT OT KOH-
nenrpaunn Sn(1V) B npegenax 2:10-4—10-2 z-uon/a [1264].

Xopomne peayabralbl MOMydYeHBl TIPH ONpejeJaeHHH 0/0Ba Ha Qone
pacreopa 2,5M HCI + 0,7M Bunno#t kucaorsl. Mcnonb3oBanue moss-
porpada nepemennoro tToka (Bekropmossiporpad LIJIA) u ykasanzoro
()OHOBOTO 3JIEKTPOJINTA T103BOJIAET ONPEALIATh OJI0BO B CTaNAX, XKeJese,
pyAax, cuiukarax, cniasax, cogepxauux Fe, Si, Ca, Mg, Ba, Al,
Ce, Ti, Nb, Zr, V, Ga, Cu, In, Sh, Bi u Cd. Kpome 6oJbIIHX KOJH-
yects Fe(I11) u Cu(ll), nu ogin u3 ykasauuelx 3/1eMeHTOB ONpeLeJeHUIO
0/10Ba He Meiaer. CBUHEIL JaeT ¢ OJIOBOM CYMMapHbIH MHK Ha NOJsPO-
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rpaduyeckoit Kpnnoi‘r B 5TOM ciyyae CBHHEIL ONpPEIeNsiioT OTAeJIbHO
(na done 1M HBr + 1,4M H4PO,), a osioBo — no pasuocru. Ilpu co-
JepKannu cmmuaaﬁoqce UeM D-KpaTHOM KOJHYECTBE 110 OTHOLICHHIO
K OJIOBY €ro OTAesisiioT HoKcoOMeHHRM MeToioM. On0BO ompenensior
N0 TNHKY HPH  TOTEHIHaJe

In —0,57 6 (MO0 OTHOLIEHHIO K JI0H-
J Hoii pryrn). Ha puc. 2 npuse-
nena noasiporpamma Bi, Cu, Sn

Bi H In B COJSHO-BHHHOKHCJ/IOM
pacrBope. Ilpu paGore ¢ pryT-

HBLIM  KaleJbHbIM  3JeKTpo-

i JIOM UYBCTBHTE/IBHOCTb OIlpe-
jJenenna  oJgopa 8,4-10-'M

(0,1 mxe/mn), a npu uamMe-

pPeHHsIX €O  CTalHOHAPHBIM

3 g sjekTporoM — 3,4-10-¢ M
(0,004 srefma). na yecrpane-

HUSI MEIIAIOUIEr0 BJIHSHUSA Ke-
Jesa  ero  BOCCTAHABJHBAIOT
ackopOHHOBOI KucaoToi. Or-
HOCHTEJIbHAS MOTPELIHOCTh Me-
topa ana 0,3 — 0 ,002% Sn
cocraBaser 2—8%, a nas
J 6-10-*% ue Gonee 18% [97,

98].
B 5%-HoM pacTBOpe JH-
=~  MOHHOH KHCJIOTLI UeTLIpexBaJie-
£ WrHOE OIOBO Jaer BOJHY BOC-
Puc.' /2.5 Tlonsporpamma Bi, Cu, Sn u In CTAHOBJICHHS, OJHAKO, KaK H B
Ha COJISIHO-BHHHOKHC/IOM _‘¢one; [Me] = cayyae BHHHOH KHCJOTBI, 3Ta
=0,5.10—% z-uon/a BOJIHA MeHee TPHIOJHA JIfi
KOJIHYeCTBEHHOTO OMNpejeseHHs
oJioBa, yem BosiHa B 6N HCI [11] ITpu pH 1 uurpar Kanus, Korjaa
ero KoHueHTpauus pocturaer 6%, TOMHOCTBIO TOJ@BJSIET BOJHY BOC-
cranoaienns Sn(IV) [47]. OntumanbHble y CJIOBHA NMOJABJIEHHS AHGD-
(hy3nonHOrO TOKa YeTeipexsajeHTHOro 0s10Ba (0,005—1 me Sn(IV)/ma)—
pacteop, copepxxkamuii 0,05—1 % nurpara kanus u pH 1,6—3,5. 3amac-
KHDOBaHHOE TaKHM 00pasoM OJIOBO He MellaeT NOJsiporpaguueckomy
ONpe/eJIeHHI0 CBHHLA B INPHCYTCTBHH OOJBIIHX KOJHYECTB LIHHKA
(mo 150—200 se/n2).

OnHako Ha (OHE LHTPATHOTO Gy(pepﬂoro pacreopa ¢ pH 3,5—4,5
B npucyrcTBHH 1:10~2M @-MepKanTonponHOHOBOH KHCJIOTH YeThipex-
BaJIEHTHOE OJIOBO JaeT Ha KanaiolleMm PTYTHOM 3/eKTpoje o0paTHMYIo

OJIHOCTYMEeHYaTyl0 BOJIHY BoccranoBiaeHus [1333, 1334].
Hecomuenubiii mHTepec mnpejacraBiasier (DOHOBHIH pPacTBOp, COCTOS-
wwit u3 0,1 M pacrBopa JIMMOHHOMN KHCJIOTH H XJIODAHHJIOBOH KHCJIOTbI
(2,5-nuxno0p-3,6-1uokcH-n-Gensoxunona). B 3tom pacrBope Sn(IV)
oGpasyer ape auddy3HOHHLIE BOJIHE], COOTBETCTBYIONUIHE HEOGPAaTHMOMY
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BOCCTAHOBJIEHHIO KOMIIJIEKCA 0J10BA € XJIOPAHWJOBOH KHCJIOTOM [0
Sn(1I) u Sn(1I) no Meranna. Morenunan E, nepsoii BOJHBI CMellaer-
¢ B o6aactb Gosiee oTpHIATENbHBIX NOTEHIHAN0B Ha 70 M6 ¢ yBeaHUe-
uueM pH na kaxzape 0,6 epuuuuel. OnTeManbubiil uuTepBan pH 0,6—
1,2. BricoTsl 06eHX BOJIH PAacTYT € yBeJHYeHHEM KOHIEHTPAlHH XJop-
aHHJOBOH KHCJIOTHI 0 COOTHOLICHHS! 0JIOBO:XJIOPAHHJIOBAsI KHCJIOTA =
= 1:3. ®on npurozgen niaa onperenenus 0,1—3 me-uon Snja (12—
360 mke Sn/ma) (pacTBOPHMOCTE XJIOpaHHJ/IOBO#H KueaoThl B 0,1M au-
MOHHO/I Kucyore paBHa 10-2 mosns/a). Tlpu KoHIEHTpauuu o0J10Ba
8,6—32 mke/ma B mpuHcyTeTBHH 1-10-3M XJI0paHMJIOBOH KHCJIOTHI
CTaHJapPTHOE OTKJIOHEHHE, PaBHOE OTHOIIEHHIO BeJHYHHBI AH(DY3HOH-
HOrO TOKa K KOHUEHTPallWH 0Ji0Ba B pacrtBope, paBHo 0,4% [743].
PacTBophl, cojepikalliHe LIaBeJeBYIO KHCJIOTY, TaKKe H3YYeHH B
KauecTBe (oHOBbIX mpH onpeanesenun Sn(IV). Ha ¢one H,C,0, 06-
pasyercsi BOCTPOHM3BOJMMasi BOJHA NpH noreHnuanax or —0,65 po
—0,75 8. Cmeulenue noTeHIHasa BOCCTAHOBJEHHsI CBsi3aHO ¢ 06paso-
BaHHeM INPOYHOTO OKCaJaTHOro Kommiekca ososa(lV) [258]. Amna-
JIHITHYECKOMY HCIOJIb30BAHHIO 3TOH BOJIHBI MellaeT MaKCHMyM, ofpa-
3yIOIHHCS Ha KpHBOH. BBejenne OKcasata aMMOHHSA B PacTBOp, COJEp-
Kauuit 0,5N KCl + 100 mxe/ma Sn(1V) u umeromuit pH 1, npusogut
K He0OOJIbIIOMY VBEJHYEHHIO BOJIHEI BOCCTAHOBJIEHHs oJioBa [47].
Ha ¢oune 1M NaBr + 0,2M H,C,0, + 0,004 % xenaruna (pH 2—
2,3) yeThipeXxBaJIeHTHOE OJIOBO 06pasyeT YeTKYI0 AH(PPY3HOHHYIO BOJHY
¢ Eyx = —0,47 8, coorBercTByIOMYI0 BoccraHosjaeHuo Sn(IV) po me-
taana. JIuddy3sHOHHBIH TOK NPONOPLHOHAJNEH KOHLEHTPAllHH 0J10Ba
B unrepBase 10—100 mxe/ma; KoHCcTaHTa AH(DHY3HOHHOrO TOKA HMeeT
sgavenue 5,4 + 0,02, temneparypuwmiii KosdduuHeHT paBen +2%
[242]. Yerkme paspesbubie Bosnbl Sb(III) m Sn(IV) nonyuenn Ha
¢one 0,IM (NH,),C,04 + 0,IM H,C,0, (pH 1). Iorenuuan E,, =
= —0,27 6 (ans1 cypbMer) 1 —0,51 6 (a1 ooBa). MakcHMyME! Ha BOJI-
Hax I0JaBJsIIOT BBEJEHHEM METHJIEHOBOTO roiy6oro. Atot oH NpUroieH
JJIsi ONpeJie/ieHHs] CYyPbMBI H OJIOBA NMPH MX COBMECTHOM MPHCYTCTBHH
[PH COOTHOIIEHHH KoHueHTpauuii 5: 1—1 : 5. Bricotra BosiHBEI 0JIOBa
NPOMOpPIHOHAJIbHA €r0 KOHIEeHTpanuu B HHTepBane 24—I190 mxe/ma.
Onpenenennio ve Memwator Bi, Co, Cr, Mn, Ni, Pb u Zn; memaior Cd,
Cu u Fe(II). B npHCYTCTBHH MBILIbsSIKa BOJIHA OJIOBA BhIpakeHa HeJo-
CTATOYHO YETKO, TOYHOCTb ONpejieJieHHsl OJIOBA CHHMKaeTcs. B 3ToM
cJlydae XOpOIIHe Pe3yJ/bTaThl MOTYT ObITh MOJy4eHBl NPH HCNOJb30Ba-
HHH MeTtola JAuGdepeHuHasbHON noasiporpadun [922].
HaTepecHelit MeTOl KOHIEHTPHPOBAHHS 0JIOBA B BHJE MaJoOpacTBO-
pumoro puaTHAHTHODOCGoHaTa osoBa(ll) Ha noBepxHOCTH HHAHGD-
(epeHTHOTO 3JeKTPOAa M IOCJENYIOIEro MoJsporpahuueckoro onpe-
JeJIeHHSI HCIIOJIb3YeT OJHO M3 CBOHCTB 3TOTO COEJHHEHHsS] — HepacTBO-
puMocTh B KHcsoTax (861, B To Bpemst Kak AusTHAAMTHODOCHOHAT 0J10-
Ba(IV) o6aapaer, no-BUAMMOMY, 3HAUHTEJIbHO FOJblIEHl PACTBOPH-
MOCTbIO. DTO NO3BOJIHJO HCNOJb30BaTh duamuasdumuogocpam wampus
AJisE 3JIeKTPOXHMHUECKOTO KOHUEHTPHPOBaHus 0si0Ba. Bennunna makcu-
Myma fndepeHnHa bHBIX aHOJAHBIX MOJSPOrPAMM OKHCJEHHST 06pas3o-
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paBlilerocs AusTHALMTHODOcara oqosa(ll) npsivo nponopuxOHaIbHA
Konuentpaunn Sn(1V) B pactsope 77, 781. DaemeHTbl, HE pearHPYIO-

mue ¢ nonamu austaauTHOdocdata [86] M anekTpoHeaKTHBHEIC B HH-
- TepBaJie NOTEHIHAJOB OT +0,1 n1o—0,5 8, B M0OLIX KOJAHYECTBAX HE
MeILIAloT OnpejieseHHio 010Ba. K TakuM 3/ieMeHTaM OTHOCSTCA LIeJIou-
Hble W lleJouHO3eMesbHbe Metaain, Al, Be, Ga, La, Zn, BepoATHO
Sc u P33, Co, Ni, Cr(II1), Mn, Nb, Ta, Th u Zr, a Taxxe Ti (B orcyT-
CTBHE OPTaHHWYECKHX KHCJIOT, 00pasyioulHX ¢ HAM 3JEKTPOAKTHBHAIC
Kommiekesl). OMOBO MOXKHO TaKke Onpefesisitb B TMPHCYTCTEHH
10—100-kparusix kosuvects As, Bi, Cu, Cd, In, Pb u Tl. B ykasan-
HOM Bbille HHTepBaje moreHunasos Sb(V) mne BoccTaHaB/JIHBAETCH,
Sb(I1]) cBs3bIBaeTcsi peareHTOM B MaJOPAcTBOPHMOE COEJHMHEHHE H
npu 20—30-KpaTHOM KOJIHYECTBE I10 OTHOILIGHHIO K 0JIOBY HE MEIIAcT
onpe/e/eHHIo.

O6pasosanue kommiekca Sn(IV) ¢ eemameunom Ha TOBEPXHOCTH
YTOJIBHOTO [4CTOBOTO 3JIEKTPOAA € MOCJEAYIOUHM €ro OKHC/EHHCM
nossoasier onpenenats (1—10)-10-? k2 Sn B npHCYTCTBUH 10 000-
KpPaTHBIX KOJIHYeCTB CBHMHIIA H LHHKA [1189].

K 5 s aHamusHpyeMmoro pactBopa JoGasasior 3 sa 2 M CH3COONa, 1 ma
10—3%-soro pacTBopa rematedna B aGc. JHOKcaine H pasGaBasior 10 10 ma. Buige-
Nenue ojoBa mpoBoisT npH 3HaueHuH 0,0 @ (OTHOCHTE/NbHO HACHIIEHHOTO XJopce-
pebpsinoro saektpofa). Kommiekc 0/ioBa ¢ reMaTeHHOM AdeT NHK Ha noasiporpaduye-
ckoft kpuBoii npn 10,72 8. Onpegestennio MewaroT 10-kparibie KoAHUECTBA Sb(I1I),
a Takxke Goabwiue Komuuectsa Fe(I11) m Cu(ll).

Komnaeke Sn(1V) ¢ gepporon (7-n0a-8-0KCHXHHOIHH-5-CYIB(OHO-
Bast kucaora) npu pH 6 (amerarnwii GydepHbiii pacTtBop) B pacTBODE,
cogepxamem 0,5M NaNO,, 10-°M ¢eppona u 5-10-7 2-uon/a
(6-10-2 sre/ma) Sn(IV), npu ocuuionoasporpapupoBaHuu co pTyT-
HBIM KaneJbHbIM 3JEKTPOAOM 00pa3yeT IHK Ha N0JIsIporpamMMe ¢ MOTeH-
uuasom E; = —0,929 6. B 3THX ke YC/IOBHSX MOJIYUYEHE MUKH /A
pHemyTta  (—0,364 6), memu (—0,452 6), NATHBANICHTHOTO BaHA/Ms
(—0,530 6), ceunna (—0,563 6), unausa (—0,630 6), TpexBa/eHTHOH
cypbMul (—0,758 6) u wectHBaseHTHOrO MoaHGeHa (—0,846 6). 06-
Hapyxkeno orcyretshe nukos jas As(III), Fe(I1I), Ga, Cr(I1I), Cd,
Co, Ni, Mn(II), Zn, Ti, Ge u TI(I) [606]. Onnako ananutHyecKoro
IpHMeHEeHHs JaHHBIH (OH TpPH ONpelesieHHH OJOBA MOKa He Halles.

HHTepecHble BO3MOMKHOCTH 3aKJIOUEHBI B I0JsipOrpauueckom om-
penenenun Sn(IV) B HeBOAHBIX pacTBopHTessiX. MoxkHO mnossporpa-
duposats Sn(IV) B ykcychom amruapuie [1352]. UerwipexsasientHoe
0JIOBO, 3KCTPArHPOBaHHOE B BHJAE KOMILIEKCA C 8-OKCHXHHOJHHOM
STHIALETATOM HJIH METHJIH300YTHIKETOHOM, MOMeT ObIThb ONpEeseHO
nosnsporpadupoBaHHeM SKCTPAKTa, BBEJIEHHOTO B METaHOJ/IbHLIH PacTBOp
LiCl [826].

Ha ¢one pactsopa, copepxamero 10 sz tonyona -+ 15 ma mera-
posna -+ 0,1M LiCl, 115 TOayOJNBHOTO 3KCTPAaKTa KOMIJIEKca 8-OKCH-
xuHosuHa ¢ Sn(1V) ycranosnewo, uto E,, = —0,78 ¢ (no orHOLIEHHIO
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K HACLILEHHOMY BOAHOMY Ka/ioMe/bHOMY 3/ekTpoay) [4591. TIpu noas-
porpaduposanun Sn(IV) na done 0,IM pacTBopa nepxJopara Terpa-
STHJIAMMOHHSI B 1,2-nponananonkapGonate npu 25°C Habmonaercs
HeoOpaTHMas Jugpy3HOHHAS BOJIHA BOCCTAHOBJIEHHS 0J10Ba JI0 MeTaJiia
co sHavenneM E, = —1,30 6. Tlpl npubaesenns somn K 3JIeKTPO-
JHTy BosiHa Sn(IV), BBezeHHoro B pactBop B BHje XJiopujaa, pacuiern-
JAICTCS HA J1BE, UTO CBFI3AHO C H3MEHEHHEM COCTABA PAa3pSKAIOUIHXCH
4acThil. B oTcyTCTBHE BOABI PaspsKaloTCs XJOPOKOMIVIEKCH, a npH
ee JNobGaBJIeHHH — XJIOPOOKCOKOMILTEKeh. HHTepecto OTMETHTb, YTO
Fe(I1I) B Buge FeCl, nonsporpaduuecku neakTHHO NPHUCYTCTBYET
B 1dHHOM pacTBOpe B BHJe HeHTpaJibHbIX MoJseKy.a [958].

Hasi onpenenennsi 070Ba CHKKATHBHI PacTBOPSIOT B H-TeNTaHe H
BBOAAT B Kosmyectse 0,5 a2 B 9,5 2 ¢oroBoro pacrBopa, conepxarie-
10 0,1M YKCYCHOKHCJIOTO KaJHsl -+ STHICHTIHKOMD -+ H-rentaH, B co-
otHowenuu 1 : 8 : 0,5 cooTBeTcTBEHHO. IMorennuan TIOJIYBOJIHEI 0JIOBA
B STHX ycaoBuaX pased 0,1 6. Cpennsis omuGka onpejeseH s
<3% [9111].

Pactsop, cozepxammit 6—7 mon. % SiCl,; B #-nponuiosom CIHp-
Te, 06/1ajaeT Xopouweli 3MeKTPonpoBoaHOCTbIO. B 310f cpejie 0JIOBO
CNOCOGHO BOCCTAHABJIMBATLCH H OKHCAATHCS H3 aMaJibTaMbl, YTO MO3-
BOJIMJIO paspaboTaTh METOAHMKY KOJHUECTBEHHOIO onpefesieHHs J1o
3:10-°% Sn B SiCl, [234].

JIByxBasieHTHO® 0JIOBO B pactBope cmecu HCIO, -+ NaClO, naer
KaTONHYI0 M aHoaHYI0 BoaHbl [1346], B TO Bpems kak B 2N HCIO,
Boccranopsienne Sn(11) ve npoucxomuT BI/IOTH 710 BBIENCHHS BOJI0pOJa
[266]. Okucaenue Sn(I1) 5 0,1N u 3N HCIO npoucxoaut npu 0,04
u +0,18 6 cootBercTrenno [103]. Karonnas sosna Sn(IT) B pacreope -
emecn HCIO, + NaClO, xopomo Bbipaxena, obpaTiMa H coOTBeT-
CTByeT Boccranosaenuto Sn(II) — Sn. Amogmas Bomma okucienus
ABYXBAaJEHTHOTO O/I0BA B YeTHIPEXBA/JEHTHOE BBHIPAXKEHA ILIOXO H,
BCaencTBre ruapoansa Sn(IV), meoGpatuma. C yBenuuenHeM KOHIEH-
TPalli¥ XJIODHOH KHCJIOTHI aHOJHAS BOJHA CTAHOBHTCH GoJiee obpatu-
Moi. Ilpu u3MeHenum KOHLIECHTPALHH KHCJOTBL (NIPH COXPaHeHHH
NIOCTOSIHHOH HOHHON CHabl) Ey KaTONHON BOJHEI usMensiercsi. Taxk,
B 0,04 u 2,4M HCIO, norenuuan E, Gyzer cooTBeTcTBEHHO paBeH
—0,409 u —0,449 6. Tlorenunan E w AHOJAHOH BOJIHBI CMellaeTcs
or 0,007 no 0,182 6 npu ypennyennu KOHIEHTPAIHH XJOPHOH KHCJOTHI
or 0,04 1o 3M [1346]. :

Ecan B xsoprokncamii PacTBOp 0JI0BA BBECTH XJIOPHJ-HOHHI,
10 Sn(II) Haunnaer BoccTaHaBAMBATHCS HA KanenbHOM PTYTHOM 3JI€K-
Tpoze. C yBesuyeHHeM KOHIEHTPAIHH XJOPH/I-HOHOB NOTeNIHA noJy-
BOJIHBI BoccTanoBJienns: Sn(11) casuraercs B MNOJIOKHTENbHYIO CTOPORY,
a BOJIHA CTaHOBHTCS XOPOLIO BhipaeHHOM. B siekTponre, cozepxa-
wem 2N HCIO, + 0,5N NaCl, E, =—0,356 [266]. Tlpu stOoM
BocCTaHaB/MBaeTCsi, BepositHo, woH [SnCl, ]2

B IN H,80, aBsyxsaneutnoe onoso naer XOpOUIO BBIPAXKEHHYIO
BOJIHY, HO CEPHOKHCJIbIE PAacTBOPBI COSAHHEHHI] onoea(l1) manoycroii-
qiBbl [291]. B pacrsope 0,5V H,SO, ne nabmopnaercs nponopumo-
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HAJBLHOCTH MEXJY BHICOTOH BOJHBI H kounentpauueii Sn(Il), a npn
GoJiee BBLICOKOH KOHIEHTPAIHH CEPHOH KHCJOTHL ONPEACJEHHIO 0/10Ba
Memaer MumbiK [451]. Bce ke CepHOKHCJBIH PacTBOp MHOTAA HC-
MOJBL3YIOT VISl MOJSIPOrpPapuuecKoro OnpeieseHHs osoBa [308, 526,
10491.

Tlasi onpenesieruss Sn(II) B MpHCYTCTBHH Sb u As HCNONb3YIOT
CepHOKHC/BIl PacTBOp B 3THJOBOM CIHPTE (1 4. 5N H,80, +
+ 14. C,H,OH + 3—4 kanau 1 %-Horo pactsopa wxenaruna) [450,
451 ]. PactBOpHMOCTB CyJibdaTa CBHHIA B 3TOM pacTBOpe MHHHMAJIbHA,
41O O6Jleryaer ero oTAeseHHe OT 0J0Ba. [TOCTOSHCTBO BBICOTHI BOJHEL
0JI0Ba B JAHHOI cpeae Ha6/I0aeTcs JHUIb B TOM caydae, KOorja ucibl-
TyeMblii pacTBOpP HaXOJHTCA B atMocdepe Bogopona. IIpu B3aUMOJIeH-
CTBHH PacTBOpa ¢ KHCJOPOJAOM BO3JyXa BHICOTA BOJIHEI npub/HKaeTCs
K HYJIO uepes 3 uaca CTOAHHS. [Ipu oTCYTCTBHH KOHTAKTa C BO3yXOM
Hab/1i0/1aeTcsl MPONOPIHOHATBHOCTD  MEKAY KOHIIEHTpaIlHeH OJioBa
W BLICOTOH BOJHBI. B 3TOM pacTBOpe MOTEHIHAJ NOJYBOJIHBI BOCCTa-
nopaenusi Sn(I1) pasen —0,48 6.

B xouueHTpupoBanHO# (ocdopHOi KHCTOTE (76,7% P,0O;) mnpu
50°C Sn(lI) naer HeoGpaTHMYIO ABYX3JEKTPOHHYIO BOJHY OKHC/ICHHAH
¢ Ex = —0,158 (OTHOCHTEJIBHO 3JIEKTPOAA Hg/Hg,S0,) u obpatu-
MyI0 ABYX3JEKTPOHHYIO BOJHY BOCCT2HOBJEHHA C E,=—087¢
[129], onmako 3toT hoH HE Hale] NPUMEHEHH: NPH nonsiporpacduye-
cKOM omnpejesnennu oyoBa. [1pu onpejeseHHH CBHHIA B OJIOBAHHCTBIX
Gponsax ero moJsiporpadupyior Ha done 15 %-noro pactsopa H4POy,
B koropom Sn(II) He naer BOJIHHI, crnocobHON MelaTth OIIpeJeNIeHHI0
ceunna [384].

B consmokucanix pactsopax Sn(II) ofpasyer uerKHe BOJHBI.
B 1M HCl poana c Eyx = —0,1 8 cooTBeTCTBYeT OKHCJEHHIO 0JI0Ba
110 YETHIPeXBANeHTHOr0 cocTosiHus. BoccTaHOB/IeHHE Sn(II) no meranna
B JIJaHHOM PacTBOpEe MPOHCXOIHT NpH —0,47 6. Jta BOJHA BOCCTAHOB-
JIeHHs] OJIOBA HAXOJAMT NPHMEHEHHe TpPH ONpeJieJieHHH 0JI0Ba B Pas/Hi-
HHIX OOBekTax. IIpH HaTMUHH B aHAJH3HPYEMOM DacTBODE Fe(11I)
u As, TPEensTCTBYIOUMX TNOJsporpauuecKoMy ONPELe/IeHHIo 0.0Ba
na gone HCl # X0p-HOHOB, NIPOBOJAT BOCCTAHOB/ICHHE STHX SJIEMEHTOB
runopocduToM HaTphs (KaJAbIHS). ITpu 3TOM MHIIIbSK BOCCTAHABJIM-
BaeTcsl O SJEMEHTHOTO, a JKejes0 H OJIOBO — /0 JBYXBaJEHTHOTO
coctosiHus. M36uToK runodocduTa co3aeT BOCCTAHOBHTENBHYIO CPELY
u npenotspamaer okucienne Sn(II) KmCIOpOZOM BO3NyXa [5701.
Takoe ke JeficTBHe OKAa3bBAaeT IKENe30, BOCCTAHOBJIEHHOE BOJIO-
poJom.

B 5—40%-noit HF apyxBasnenTHOe 0J10BO 0Gpa3yer JIBe BOJHBI —
KaToHYI0 (06paTHMYI0) H aHONHYIO (MeHee o6patumyio) [7361. Ha dore
50%-nofi HF + 1M HC| 1ByXBajieHTHOe O/IOBO JaeT jBe (KAaTOAHYIO
W aHOQHYI0) KBa3HOGpaTHMbie IBYX3JIEKTPOHHBIC BOJIHHI [737]. Tlpwm
pH 5,3—8,6 B pacropax NaF -+ NaNO, (n = 0,8) 1 KF + KNO,
(u = 2,5) norennman Ey kaTonHoii BoJHB cmemaercsi or —0,506
10 —0,693 & npu uamenerun Konuenrpauun NaF B unrepsajie 0,005—
0,7M, a Takxe or —0,640 no —0,772 6 MpH W3MEHEHHH KOHIEHTpPaIHH
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KF B nnreppane 0,1—2,5M. Torennuan E,; 310#i BOJHBI He 3aBHCHT
or kouuentpauni Sn(II) u pH pacreopa, B npenenax 5,6—7,1, TpH Mo-
CTOSIHHOH KOHUeHTpaunu HOHOB F—. Anoamas sosma Sn(Il) B pacTBo-
pax KF nnoxo sripaxena u meo6patnma; cremenb o6paTHMOCTH yBe-
JHuHBaeTcss npu crmxennn pH pacteopa [1346].

Konnuecrsennoe nonsiporpaduueckoe ‘ofipenesnenue Sn(I1) Boamox-
HO B BOJHOM DACTBOpE STHJIEHIMAMHHTETPayKCYCHOH —KHCJIOTHI TpH
pH 4,5 ¢ ucnonbsopanuem Boaun npu —0,20 6 [13951. Hayueno tak-
®e nossiporpaduueckoe nosenenne Sn(I1) B pacteopax ¢ jo6aBkamu
PA3JHYHBIX KOJHUECTB IHITHICHTPHAMHHIIEHTAYKCYCHON KHCJIOTH TIPH
pasmmunex pH [147].

Ilpn okMcnennn KoMiiekca Taprpata c onoBoM(I1) wabmionaercs
XOpOIIO BhpakeHHas aHonHas BosiHa [1410]. B Hacwimennom pactsope
BHHHOH KHCAOTH Ey = —0,05 6. ITorenuman E, kaTonmodt u aHoj-
HOH BosIH Sn(IT) B BHHHOKHCJIBIX PACTBOpPAX 3aBHCHT OT pH pacrBopa
[489]. Anonnas Bosmna npu pH 3—4 MoXKeT 6HITh MCNOMB3OBAHA /ISt
onpejenenns oa0Ba B npucytetBUH Pb u Sb(I1I). IMpu xonnentpannu
0,6—6,0 m2 Sn(II)/sr cobmonaercs ypaBuenue Habkosuua. B pac-
tBope  0,166M  Bumno#t  xwmenoth -+ 0,15—0,3M NaF + 0,22
NH,OH-HCI (8 o6veme 50 m2) mpun pH 4 JIBYXBAJEHTHOE OJIOBO
nae'r]ﬂse Bomuel ¢ Ey or —0,3 p0 —0,35 u or —0,69 z0 —0,75 a
[259].

B 1uTpaTHBIX pacTBOpax JBYXBAJEHTHOE OMNOBO Naer aHOJHYIO H
KaTonHyio BosHbl [1246]. JIByxBasenTHOe 0/10BO XOpOIIO NoJsiporpa-
drpyercs na (oHe JUMOHHON KHCJOTHI, 2 YeTHIPEXBAJEHTHOE OJIOBO
€0 MaCKHpYeTcs. 9T0 CBOMCTBO MCMONB3OBAHO sl COBMECTHOTO OMpe-
Aenien s 0710Ba M cBURNA [775, 1282]. TIpu stoM chavana onpegensor
cymmapryio Boany Pb u Sn(I1), a sarem, okucans Sn(11) razoo6pas-
HbIM Kucoponom [775] wau nonom [1282], nonsporpadupyior Tonbko
cBHHell. JIHMOHHOKHC/IEIA (POHOBEI PAacCTBOp NMpHMeHSOT A5t onpene-
JICHHS OJI0BA B LIHHKE METONIOM MJIEHOUHOH noasiporpaduu (¢ rpaduto-
BBIM 3JeKTponoM) [67].

s onpenenennst Sr{I1) mpexnoxen B Kauectme tona GydepHbfi
pactBop, conepxauui 0,5M nuMonro#t kucnorsr + 0,02M KH PO, +
+ 0,IM KCI (pH 1,6) [1246]. Ha stom ¢one Sn(II) o6pasyer anon-
Hyo Bonny npu —0,155 ¢ u karoxuyio npu —0,48 a. Iuddysnonnbiit
TOK nponopunoHaneH Konuentpauun Sn(II) B wmureppasme 14,68—
117,45 mre/ma. Bo usbexkannue OKucIeHHS 0J10Ba KHCJIOPOZIOM BO31yXa
B pacTBOP N0GaBJSAIOT CEPHOKHCABIN THAPOKCHIAMHH. YersipexBanient-
HOE OJIOBO HE MewaeT onpejie/ieHHIO ABYXBaJeHTHOro oq0Ba. ITpu pH 7
ABYXBaJIEHTHOE OJIOBO B DPacTBOpE, CONEPIKAIEM IHTPAT-HOHBI, JaeT
AHOAHYI0 BOMHY ¢ E,, = —0,44 ¢ [10486].

Tonsiporpadmueckoe nosenenue osoBa usyueno Takke B pacTBo-
pax, —comepxamux 0,5—IM wMmypaBrHHOKWCJOTO — HATpHs, npu
pH 3—4 [848]. TIpu stom nonyuens XOpOLIO BHIPAKEHHBIE AHOIHAS
H KaronHas Boauel Sn(II). TTorenmmass MOJIYBOJIH COOTBETCTBEHHO
PaBubl —0,15 u —0,55 6. Pactsop, comepxammuii 2M MYpaBbHHOH
kucnorer + 2M  dopmuara  ammonns + 0,005—0,15M nuporannona
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u umeromuit pH 3,7, uenonbayoT /s OAHOBPEMEHHOIO ONpele/eHtsl
onoa M cBHHua [1262].

Jlunefinasi 3aBHCHMOCTb MeX1y KoHuentpauuei Sn(Il) u BesqHuH-
HO#t nudy3uonHOro ToKa Habmonaercs Ha gone 0,05M pacrsopa xJi0p-
rugpara caabconnna (Ey = —0,42 6) [544]. ;

B npHCyTCTBHH KOMIUIEKCA IIHCTEHHA C HHKEJEM o6pasyercs B aM-
MHAYHO-XJIOpHAHOM GydeproM pacteope (pH 9) KatanuTHUECKAs BOJIHA
BOJOPOJa, KOTOpAsi CHHXKAeTCsl W3-32 PaspyIIeHHsi KoMmJeKca JBYX-
BaJIEHTHBIM OJIOBOM, 06pa3yioluM 6Gosiee NPOYHLIH KOMIIEKC C LHCTe-
HHOM, YeM HHKeJb. JTO CHHXKEHHe NPONOPUHOHAJIBHO KOHLEHTPAIHH
0J10Ba B PAacTBOpe H MNO3BOJISET ONpeJesiATh 10 0,006 mxe Sn(I1)/ma.
AHaNOTHYHO OJIOBY CHHIKAIOT KaTaJHTHYECKHA TOK TaKke Hg(11),
Fe(111), Cu(11), Bi, Sb(III), TKIII) u Cd; Pb, Zn, Fe(I11), Mn(IT)
u TI(I) B MaJbIX KOHIIEHTPAUHAX HA KATAJHTHUECKYIO BOJIHY HE BJIHAIOT
[549a].

I[Tpu nossiporpadupoBaHHH PacTBOPOB NaOH, conepxamux Sn(I1),
o6napyxens ase Bosubl Sn(Il) npu —1,2 1 —1,55 ¢ [1398]. Ilocae
HEKOTOPOro CTOSIHHs PAacTBOpAa BHICOTAa MEPBON BOJIHbI BO3PACTAET,
a BTOpOf— yMenbuaercs. 10 sABJeHHe OCYCJOBJIEHO HeCTOHKOCTBIO
HOHA CTAHHHTA B LIEJOYHOI CpPelle H ero pacnajoM Mo peakiHu

9HSnO; +-2H,0 = Sn -+ Sn (OH)§ ™.

[eppasi BoaHa mosiBJsieTcs 61arojapsi BOCCTAHOBJIEHHIO HOHA CTaH-
Hara, a Bropas—craunnTa. [IpH JIHTENBHOM CTOSHHH LIEJOYHBIX pac-
TBOpOB 00€ BOJHEI HCYe3aloT. JTO, BEPOATHO, 06yCJ/IOBJIEHO OCaXkKIEHHEM
TpyaHOpacTBOpHMBIX (opM ruapookuen Sn(IV) nogo6HO TOMY, Kak
5TO HMEeT MECTO B C/yyae WIEJOYHBIX PacTBOPOB THAPOKCOCOJel He-
KOTOpHIX Npyrux Meranos [6].

B 1M NaOH, conepxaumem 0,01 % »xenatnna, o6HapyxeHbl aHOJ-
Hasi W KaToaHas BOJHBI OKHCJeHHs craHHuta ¢ Ey = —0,73 u
—1,22 8 coorsercreenro [1123]. B 1M NaOH uerbipexsasienTHOe
OJI0BO MOJKeT GLITh BOCCTaHOBJeHo GopruapuaoM Harpus no Sn(lI).
B 5M NaOH BoccTaHOBJ€HHE TIPOHCXOAHT HEMOJHOCTBIO, a NMPH KOH-
uentpanuy mwenoun <<0,2M yerspexBajieHTHOE OJIOBO YaCTHUHO BOC-
cTaHaBaMBaeTcs A0 Merasaa. ITostomy Boccraxosnenne Sn(IV) Gop-
HAPHIOM HATPHA TNPOBONAT NpPH HarpeBanun B 1M NaOH, s3arem
nossiporpadHyeckH OMpeessioT O0BO B ITOM JKe pacTBope. B npucyT-
crun 0,005% senatuna HaGaroflatoTcsl KaTOAHAs W aHOAHAA BOJIHbI
¢ E, = —1,15 u —0,98 6 coorserctBenno. C yBeqHYEHHEM KOHUEH-
TPalMM JKEJATHHA TOTEHIHANbl NOJNYBOJH OGeHX BOJIH CMELaloTes.
Onpesenennio onosa ne mewawot As(V), 10-kparubii H30LITOK IMHKA,
4-xpaTHbIt M3OBITOK CBUHI@A (B MPUCYTCTBHH CBHHIA MPOJOJIKHTE/Ib-
HOCTb BoceTanoBJeHHs 30 Mun.), 10-kpartHbiil uabeirok As(I1T) u Cl+
Memaior onpejiesieHnio cypbMa H Melib. Jlast onpeienenus 0/10Ba B IpH-
CYTCTBHH MeJH TOCJENHIONn NpPEABAPHTENBHO BOCCTAaHABJIHBAIOT 6op-
PHAPHAOM HATPHA NPH KHNSUEHHH B Tedenue 15 MHH., OTAEJAIOT Oca-
nok, npompisaior 1M pacteopom NaOH u B pacTope Orpe/essiior oo-
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Bo. B npucyreTBHE BHCMyTa Onpesesenue onopa TMPOBOJIAT B pacTBOpe
0,5M raprpara warpus + IM NaOH [889].

B 30%-nom pactBope KOH nByxBasentHOe 0.10BO BOCCTaHAB.IH-
BA€TCsl HA KaneJbHOM PTYTHOM 3dieKTpoae npu —1,30 8 (oTHOCHTEIbHO
PTYTHOTO anoja) # O6pasyeT Ha BOJbTAMIEPHON KPHBOI XOpOUIO BHI-
PAXeHHYIO OCUHJJIOTpaduuecKyr) 'BosHy. Mex1y 3HaueHHeM MaKCH-
MaJBHOTO TOKa OJIOBA H €ro KOHIEHTpauHell B PacTBOPE OTCYTCTBYET
JIHHefiHas 3aBHCHMOCTB. BesiencTBHe sToro Mero 106aBok HeNnpHeMJIeM,
Kosnyectsennoe onpejesienne MOXHO NpOBOAHTb TONBKO MO KajiH-
GpoBouHoii Kpusoit [477].

44 -6 -g8 -0 -2 -4 -fF
E,/‘_ (Hr3), 8

Puc. 3. Tloasiporpaduueckue cnekTphi HoHoB Meramios 8 3 N KOH (1) u B pactBOpe,
conepaamem 0,2 M mannuta u 3N KOH (2) .. ' |

s

B pacrsope, conepxamem NaOH u JIHMOHHYIO KHCJIOTY, ABYXBa-
JIEHTHOE 0JI0BO BOCCTaHaBJHBaeTcs npu £, = ~(—0,8) — (—0,85) 6.
10T HHAHBDEPEHTHDIH 3MeKTPOIHT NPHMEHSIOT VISl ONpefie/IeHHS 0J10-
Ba BO (ropHHOGaTe KaJHsi H B MeTaJJIH4ecKoM HHOGHH [614].

Ha puc. 3 npusenenn nojsiporpagHueckne CreKTPhl HOHOB B
3N KOH u B pacrsope, conepxameM 0,2M wmaunura u 3N KOH.
B stom pacrsope apyxBasentHoe 0J10BO o6pasyer ueTKyio BOJIHY,
BBICOTA KOTOPOH NPONOPUHOHA/IBHA €0 KOHUEHTPALMH. Takoii thon
MOKET OKa3aThCs YIOOHLIM TNPH pasfebHOM OMNpeneaeHHH Sn(IT)
H Pb, a rakxe Sn(II) B npucyrcrBhn Sn(1V), ne naomero sosmbl
Ha JaHHOM ¢one [458].

Jlasi onpenenienHst 0/0Ba B MOJYNPOBOAHHKOBBIX MarepHasnax,
CONEPIKAINX IePMAHHIl H CeJieH, MeTOJIOM OCLHJIIOrpadHuecKoli nous-
porpaguu B KauecTBe (OHA HCNOMB3YIOT LIEJOYHON OKCANaTHbI pac-
T80p (pH ~ 12) [595].

[loasiporpaduposanue Sn(11) BosmoxkHO Takxke Ha (oHe HeBOLHBIX
PAacTBOPOB. ITH/IALETATHBI 3KCTPAKT KOMIJIEKCA 8-OKCHXHHOJIHHA
¢ Sn(1I), BBeseHHBII B METaHOMBHbI pacteop LiCl, naer Bosmy Boc-
Cranossienust onosa [826]. IMorenuman E,, = —1,32 ¢ numeer Heobpa-
THMasi audxysnonnasi Bosna Boccranosaenus Sn(I1) wa tdone 0,1M
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Puc. 4. Tllonsporpammm 4.10—7 M
pacTBopoB o/soBa Ha done 1M
NH (Cl u HCI([Sn]=0,0475 mxe/ma)
I—pH3 2—pH 2,3—~pH |, 4 —
IN HCIL 5§ — 2N HCI, 6 — 3N HCI

[Mn], 1072 am /n Hg

Puc. 5. 3aBucHMOCTB BbICOTHI BOJIHBI
OKHCJIEHHsI MapraHga ot KOHUIeHTpa-
IOHH ero B amMmalJibrame

1 — pactsop wMaprasua B PryTH; 2 —
PAaCcTBOp Mapraiua MW o0JOBa B PTYTH'
[Sn]=7,25-10"% z-am/a Hg
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pacTBopa nepxJiopara TeTpasTHJIaM-
monus B 1,2-mponananosnkapGona-
Te [9581].

HccsienoBanbl  noJisiporpaduyec-
KHe XapaKTepHCTHKH HonoB Sn(II)
B paciJaBJeHHOH  3BTEKTHYECKOH
cmect LiCl + KCI npu 450°C [1102]
H pacniaBJeHHOH PaBHOMOJIEKYJiAD-
Hoit emecu NaCl + KCI mpu 710°C
[304]. B nmocsienuem cayyae BOCCTa-
HOBJIEHHE 0JI0Ba TPOHCXOAHT 006pa-
THMO, MOJyYeHHasi BOJIHA XOpOIIO
OINHCHIBAETCS ypPaBHEHHeM KOHIIEH-
TpauMOHHOH noasipu3anud. Hceae-
JIOBAHO ~ TAKXKe [OBelIeHHe 0J10Ba
Ha (oHe pPaBHOMOJIEKYJ/IAPHOH CcMecH
pacnJiaBJeHHBIX GPOMHJOB aJIIOMH-
HHsA B Kaausa [607].

Merox aHonHOH mnoJsporpadHH
nossossier onpexenat xo 10-7%
Sn B pTYyTH mNpH HCNONb30BAHHH
3JIEKTPOJia C JHAMETPOM MOBEPXHO-
cti prytd 10 mm [404].

Ha puc. 4 npuBefeHb aHOIHLIE
nossiporpammel  pacteopos  Sn(11)
(0,0475 mre/ma) na done 1M NH ,CI
u HCl, nonyuenHsle mocie 5-MHHYT-
HOro oGorauieHHsi MPH pPa3/IHYHbIX
snauenuax pH pacreopa. Ilpu pH
1 nmosBasiercss mHK osoBa, B 1M
HCl on ypenuuupBaercs, a B 2M
HCI ero muk HeCKOJIbKO HCKayKaercst
TOKOM Bogopoja. JIuHefiHass 3aBHCH-
MOCTb TOKa NMHKA OT KOHUEHTPAIlHH
nosyyeHa B pactBopax oJgosa(ll),
conepxamux (2,38—11,9)-10—3 mxe
Sn/ma pactBopa. B mnpucyrcTBHH
COM3MEDHMEIX C OJIOBOM KOJIHYECTB .
ceunua Ha ¢one 1,5N HCl nonyua-
10T cymmapHbiii mHK. [lpun cHuxe-
HHH KHCJOTHOCTH pactBopa no pH
2—3 wncuesaeT NMHK 0JI0BAa H He H3Me-
HSIETCSl MUK CBHHIIA, UYTO JaeT BO3-
MOXXHOCTb HAXOJAHTb KOHIUEHTPAUHIO
osioBa no pasHocTH. JlaHHBIH MeTox
nosBosasier npu 10 — 18-MHHYTHOM
oforaleHHH onpeesaTh B aJIOMUHHH
3:10-5—7-.10-*% Sn c oTHOCHTE/NB-



HO# OWHOKO#, e npesbimalomedi 30 % . Onpeaesenne o10Ba  BO3MOMKHO
B npHcyTeTBHH 100-kpaTtHeix Kommyects Cu, Bi Sb [102].

Ilpu ucnonb3oBaHiH METOMOB aHOAHON MOAPOrpadHH ¢ HAKOMJIeE-
HHEM HA CTallHOHAPHOM PTYTHOM 3JIEKTPOAE CJIEAYET YUHTHIBATb, UTO
pe3yJsibTaThl aHaJH3a MOTYT 3aBHCeTb OT 00pasOBAHMS HHTEPMETAJJIH-
YeCKHX COC/MHeHMH B aMasbrame, eCJiH Bbije/sieMble NPH HAKOIJIEHHH
MeTaJlibl CrocoGHbl  06pasoBbIBATH TaKie COEAHHEHHs (cM.puc. 5).
Ha puc. 5 no ocn abenmce npuBejeHa KOHIEHTPAlUHs MapraHna B
PTYTH, @ IO OCH OpPJIHHAT ~ OTHOLUEHHe IyOHHBE 3y6ua A Ha moss-
porpaMme K NPOH3BEJEHHIO MAcChl Kamaw PTyTH m'/> Ha mnepHon
Karieo6pasoBanus '+ (B). PasnoBecue B amasnbrame, B ciayuae ofpa-
S0BaHHfl B HEH HHTEPMETA/JIMYECKHX COEJWHEHHH, XapaKTepuayercs
BEJIHYHHOH NpoH3BelleHHsi pacTBopuMocTH B pryTH [181]. Veranosne-
Hbl 3HAYEHHSI TPOH3BEJIEHHII PaCTBOPHMOCTH B PTYTH aas Sn,Mn,
SnCu, SnCu, u SnNi, paBusie npu 20°C coorserctBenno (7,1 + 0,6) X
X 10-*, (4,6 +0,9)-10-%, (2,8 & 1,3)-10-'% u (1,4 3 0,9)-10-12,
3Hasi 5TH BEJMYHHDBI, MOKHO BLIGHPATh YCJOBHsI PabOThl, PH KOTOPHIX
re 6yayT o6pasoBLIBATbCA TaKHE COETHHEHHS.

AnonHo-nosnsiporpaduuecKkuii MeToj NPEeIoNKeH AMS ONpefeNeHHs
TOMIHHLI H COCTAaBAa raJbBaHHYECKOTO MOKPHITHA cmyaBoM Sn—Pb
[303]. Ilns paspesieHnss MHKOB OJ0BA M CBHHIA HAa MOJAPOTpPaMMe
Hernonb3ylor  saektpoaut  1,2M NH,NO; + 2,7M CH,COONH ,.
B stom pactBope pactBopenue cBHHIA HauHHaercs npu —0,2 8, a o10-
Ba — npu 0,1 6. [lna onpeneneHusi TONUMHBEI MOKPHITHA PEKOMEH-
AYIOT 3J1eKTposuT, conepxawui 1,2M NH,NO, + 0,56M NH CI.

ITonsiporpacdmueckuii METO HCHONB3YIOT NMPH ONpENENEHHH 0JI0Ba
B reoJIOrHYeckux npobax, ropueix noponax [7381, pyuax u munepanax
uepHbIX MetaqsioB [131, 528, 1228], pynax u MHHepanax IBETHBIX
merassios [20, 97, 131, 691, 1048a, 13111, npoaykrax MeTaJyprHye-
ckoro npoussojicta [488a], amomunun [102], Buemyre [117, 12311,
Bosibhpame [1048al, ranaun [230], xenese [97, 131, 227, 524, 528,
641, 747, 946, 1051, 1159, 13531, sosore [1099], xaamuu [1438],
Menn [97, 1048a, 1172], monubaene [477, 639, 641 ], mumbsike [230],
HHOGuH [388, 644, 1048al], nukene [1048a], nMaaTHHOBHIX MeTanax
[308], pryru [4041, cBuuue [935, 1048a, 11891, cypbme [1422],
ranraze [1048a], turane [22, 1048a], xpome [219, 641, 1506], mup-
kKouun [531, 1048al, munke [47, 322, 1048al, merannax u cnsaBax
(971, cranu [97, 131, 390, 523, 524, 528, 641, 747, 818, 946, 1017,
1048a, 1051, 1144, 1154, 1159, 1180, 1234, 13531, crsapax: aJOMHHHS
[81, 380, 1197], Gepunans [241], Bosbdpama [1048a], repmanmus
[595], mumus [273, 841, 13601, menn [97, 241, 399, 1048a, 1197,
1339], uuxensi [101, 641, 1048a, 1081], unobus [388, 709, 1048a],
cBunna [273, 303, 489, 1048a, 1339, 13601, cesena [595], cypbMmel
[2731, tanrana [1048a], Turana [1048a], umpkouns [531, 640, 641,
1048a, 1197, 1274, 1339] u uunka [1048a, 1525]; userHbiX MeraJ-
nax [512], ennasax uernnix Merassos [273, 380, 512, 1334], deppo-
CnyiaBaX, uepHHIX merananax [442, 641, 1048al, uyryne [131, 523,
1144], apcennge ranus [230], noaynpoBOXHHKOBLIX MaTepHasax
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[230, 273, 5951, o6beKkTax TOKCHKOJIOrHYecKoro ananusal125], opranu-
yecknx BemectBax [999], pactBopax u sziektpoantax [47, 526, 775,
853, 1075], nepexucn Bogopoxa [1306], cunukarax [20, 97], coasx
onosa [999], xaopune ososa(1V) [234], asyokucH onosa [1261],
JABYOKHCH THTaHa [641].

lbomnerpn%cxne METOAbI

Hasi  oTroMeTpHYECKOro ONpeje/ieHHsl 0JioBa HCMOJAb3YIOT Kak
HeOpraHH4yeckHe, TaK H OpraHHYeCKHe peareHThl.

Onpene.ueﬂne C HEOPraHH4YeCKHMH HOHaAMH

YerthipexBaJieHTHOE 0J10BO morsomaer cer B Y ®-obsactu B rajo-
TeHHJHbIX M cepHOKHcanx pactBopax. B 19N H,SO, npu Apmax =
= 225 wm Moasiphblii Kosdduuuent noramenns e = 1800; 8 6N HCI
npH Amax = 225 v e = 10000; B 3,5N HBr npu Amax = 225 =+
= 265 um &= 5100 [113]. Monsipubiii Ko3(puUHEHT mnorameHus
pactBopa SnJ, B mukJorekcanone npu 364 #m pasen 8700, yro Hc-
NOJb3YIOT TNPH 3SKCTPAKIHOHHO-CMEKTPOHOTOMETPHYECKOM Orpejese-
HHH 0JI0Ba B COKe NHTPYcoBhix M ctasu [1435]. Mopun onoBa SnlJ,
MOKHO onpezensTth doromerpuueckn B cpene HCI [833] man skerpak-
nuHoHHO-hoTOMeTpHYECKH B  sTHaMoauze [1248]. Bpomuuubiii KoM-
nuieke Sn(IV) uenonbayior aasi OTOMETPHUECKOTO ONpesieIeHHs 0JI0Ba
[1221]. BosmoxHO TaKke CHeKTPO(POTOMETPHUECKO® OIpejiesieHHe
Sn(IV) B Buae xsopokomniekca [1019].

OnTHMajbHble YCJIOBHSA CNEKTPOPOTOMETPHYECKOTO ONpeie/ieHus
Sn(lIV) B BHge pomanupHoro  kommaekca — 1,2N H,SO,,
10% NH, NS u A = 275 #u [1014]. Ilpu stux ycnoBusx & = 2850,
a B npucyrcrBun 20% 3TaHOJa YYBCTBHTEIBHOCTb BO3pacTaeT NpHEJIH-
3HTeJIBHO B 2 pasa.

K anuxkpoTHONM 4acTH aHaJH3HPYeMOTO PacTBOpPa NMPHJIHBAIOT CTOJBKO CepHOM
KHeaotH (1 : 1), uTo6bl ee KOHLEHTpauus B KoHeyHoMm obGbeme 25 ma Gbta 1,2 N,
pacTBop pasbasasior 10 ~14 xa Bonoi, BHocsaT 5 ma 40%-Horo pacTBopa poanuaa
amMoHusi, pas6aBasiior Bofiofi 10 25 ma ¥ dotomerpupyior npu 275 xm. Onpenene-
uuio Sn(IV) we memator 5—50-kparubie kommuectsa Ge, As(IIT), As(V) u Al,
a takke uoHoB Cl u Br. Memaior paBHble HMJIIH MeHblIHe KoiauvectBa Sb, Ti,
Fe(I1I), Se(IV) u V(V).

Ias pactBopa SnSO, B cepHO#i KHCIOTE Amax = 240 wm [208].

Hexoropele MeTOAB!, HCNOJAB3YIONIHE HEOPraHHYECKHE pPeareHTHl,
OCHOBaHbl Ha BoccraHoBHTesbHOM AefictBuu Sn(IlI). Tak, eemeponoau-
MOAuOOeH08ble KUCAOMb.  BOCCTAHABJHBAIOTCA  JBYXBAJEHTHHIM  OJIO-
BOM 10 MOJIHGJEHOBOH CHHH Jlerde camoH Mm0aubG0eH060L Kucaomst.
Ilnsi onpejiesieHHsi OJIOBA HCNOJB3YIOT ghocgopromorutoerosyro (1206,
14161, xpemnutimoruboenosyro (13251 u kpemme- 10-morub0en0-2-80.16-
ppamosyro (5481 xucaromer. OmHAKO 3TH METOABI HENb3sl paccMaTpH-
BaTb KaK COBEPIIEHHO yllOBJIETBOPHTeJIbeIE JJs onpelesyieHHA CJe10B
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0JI0Ba MO CAeAyIOlHM cooOpaxkeHHsIM: [10/IHO@ BOCCTAHOBJIEHHE 0JI0BA
0 BYXBAJIEHTHOIO COCTOSHHSA 0GECNEeYHTh HEJErKO, OKPAIIEHHEIH Mpo-
AYKT OKHCJISIETCH Ha BO3JyXe; PeaKiHH He CHelH(HYHbI, BCIEACTBHE
4ero vyacro tpeGyercs TuIaTeNbHOe pasjesende [486].

OIIPCIICJICHHE C OPraHH4YeCKHMH peareHTaMmH

3naunTesbHO Gosiee IIHPOKOE pacnpocTpaHeHHe B NPaKTHKe (oTo-
METPHYECKOTO OMNpeJIe/IeHHs 0J0BA HAaXONAT OpPraHHYeCKHE PEeareHTHI.
Iasi OTOMETPHYECKOrO OInpejie/ieHHsl 0JI0BA NPENJIOKEHO HCIOJB30-
BaTh GOJIbIIOE YHCJIO KHCJIOPOA-, a30T- W CePYCOAEPKAULHX OpraHH-
YeCKHX peareHToB.

HPEH.J]O)KQHO MHOZKCCTBO METOJIHK [Jis OMpeJesieHHs OJi0Ba B pas-
JIHYHBIX 00BEKTaX GOTOMETPHUECKHM METOOM C HCIO/Ib30BAHHEM OpTra-
HHYECKHX peareHToB, COJAEPIKAllHX THAPOKCH/bHBIE rpynnel. Hau-
GOJIbLIYIO TOMYJISIPHOCTb B HACTOSIIIEE BPeMs NPHOGPENH NPOH3BOJHEIE
2,3,7-mpuokcu-6-hayopona, 3amelleHHble B NOJOXKEHHH 9, ofmied
dopmy sl

OH
OH (R-ﬁtmn Bap n-ERTPOGERN),

Ilps H3yueHMH B KayecTBe peareHToB 175 00Ba 16 NPOH3BOXHBIX
2,3,7-mpuokcu-6-payopona GLIIO YCTAHOBIEHO, YTO ¢ (UIYOPOHAMH
pearupyer Sn(IV), a Sn(II) peakuun ne paer [392]. C stumu ke
pearentamu cypbma pearupyet B Buae Sb(I1I) u He pearupyer B Buge
Sb(V). Bbuin H3yueHb cepHO-COISIHOKHCIIbIE PACTBODHI MPH H3MEHEHHH
kucsaoruoerd or 0,1 go 6N. Pacteopnl copepxanu takmxe 5% NaCl,
TaK KaK B €ro OTCYTCTBHE PeaKIHs MaJlO4yBCTBHTENbHA, OYEBHIHO,
BCJIE/ICTBHE THAPOJH3a H 00pa3oBaHHs KOJJIOHAHBLIX PacTBOPOB P-osio-
BAHHOH KHCJIOTHL. YBesuyenue Kornentpauwd NaCl sbime 5% npu-
BOJIHT K IOHHKEHHIO YyYBCTBHTEJbHOCTH PeaKilHH. TO CBHAETENbCTBYET
O TOM, 4TO 0JI0BO pearupyer c quiyopoHamu He B BHie noHa [SnCl,]%—,
a B BHJle HOHa C MeHbLUHM cOfiepxkanueM xJopa. Kak npasuno, c yse-
JIHYEHHEM KHCJIOTHOCTH PacTBOPA YyBCTBHTEJBHOCTb DEaKIHH Tajlaer
u B 5—6N H,50, peakuun ne naGiogaercsi. ®/yopoHsl, B KOTOPLIX
R — merus1, 3-nutpodenns, 2-okcu-3-HUTPOQEHHJ H  4-THMETH/IAMH-
HO(EHHJI, B H3Y4eHHBIX ycaoBHAX ¢ Sn(IV) we pearupyior; caauyun-
(ayopor BecbMa NOAXOMMT JJisi HeeJOMETPHUECKOrO Olpefe/eHHs
0/I0Ba, a n-wumpogenurpayopor [9-(4-uutpodenn)-2,3,7-TpHOKCH-
6-¢pyopon] — ansi poToMeTpHUECKOrO OnpeseseHHsi MUKPOTPaMMOBEIX
KOJIHUECTB 0JIOBa.

OnyGnHKOBAHO MHOTO METOAHK (DOTOMETPHYECKOTO Ompejie/eHHs
0JIOBAa B pa3/iIHYHBIX OOBEKTax, Irfie B KauecTBe peareHTa HCIOJIb3YIOT
geruagpayopor (2,3,7-TpHoKcH-9-dpenun-6-diryopon).
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Pearent pactpopserca B pacTBopax lienouefi ¢ obpasoatinem coneli; B kucho:
TaX PacTBOPSETCS NJI0X0; NPAKTHUECKH HEPACTBOPHM B CNabOKHCILIX BOJAHBIX pacT-
sopax npu pH 1—2. Xopownum pacrBopureseM GeHHAIYyOpPOHa ABJsieTCS MeTaHoJ,
HO H3-3a ero TOKCHYHOCTH YacTo NPEANoYHTAIOT HCMONL30BATh B KAYeCTBe PacTBOPHTEs
stason [90, 150]. Jas st1oii 3Ke ueau MOTyT ObiTh C YCNEXOM NPHMEHEHB! JHOKCAH H
98%-nan CH3COOH, pnsi MaccoBbX aHainsoB yjoGHee MNOJIb30BaTLCHA YKCYCHOH
KHCJOTOM, PAacTBOPHMOCTh pearenTa B KOTOpO# sHauuTeabHo Bhime [150].

Pearent o6nanaer amtoTepHbiMH cBolicTBaMu. Ecnu mpejctaBuTh HEHTpajbHOe
pewecteo kak HgPI, To koncranthl auccoumanun K; u K,

H,Pi*+ (xenrst)=H++HgPf (keato-opanxeswii) (K,)
HgyPi=H+--H,Pi- (opanxeso-pososniii) (K,)

B 20%-noM stanone npu 25°C paBubl K; = 5-10—3% u Ky = 1-10—7. B pa6ore [36]
aHaueHHs KoHcraut K; = 6,2:10—3 u Ky = 4,3:10—7. Kpurepuem jocratounoit
CTeleHH YHCTOTH (heHHIAQAYOPOHA MOMKET CIYHHTb BeJHUHHA MOJSPHOr0 KO3bdHIH-
enTa norawenus, koropas npu pH 1—2 u A = 460 + 470 #m jouKHA GBITH He Me-
Hee 4-104 [150, 583].

ITpoBeneno cnekTpodoTOMETPHYECKOE HMCC/IEJOBAaHHE BHYTPHKOM-
nJyexcHoro coenunenus Sn(lV) c denundayoponom [30, 1338].

Qenuaduyopon ¢ Sn(lV) obpasyer opaHakeBO-pO30BLIl 0CaJIOK.
B cepHokuca0i cpeie NpH MaJioM KOJIHYECTBE 0JI0BA 0CaJI0K NEPeXGAHT
B JIETKO CTabHJIH3UPYEMbIH KOJJIOHAHBIH pacTBOp, OKpAalleHHBIH B
opaxeBbiil uBer [392]. Takum o6pa3om, onpejesieHke 0J0Ba ¢ GEHU-
(/1yopoHOM TpaBHJIbHEe cYHTaThb (POTOTYPOHAMMETPHYECKHM, a He ¢o-
ToMeTpuyeckHM [478]. B CONAHOKHC/BIX pacTBOpax OKpaLIEHHOEe CO-
efuHeHHe He o6pasyeTcsl, BepOATHO, BCJEACTBHe GOJBLIOH YCTOHYHBO-
cti [SnClg12-  [570].

Jns goromerpHueckoro onpejiesieHHs 0J10Ba NPHMEHSIOT pacTBOpbl deHuidayo-
poHa:

0,01%-HBIfi MeranonbHEIH pacTBop pearenta (10 me pearenta pacTBOpPAKT B
MEeTHJIOBOM cliupTe, AoGapasior 1 ma 2 N HCl u pasGapasior MeraHosoM a0 100 ma).
Pacrsop ycrofiuns [345, 993].

0,03%-nuiit sTanoabkbIf pactBop [0,03 2 pearenta pactBopsiior B 100 ma sra-
Hoja ¢ poGaeienueM 1 ma HoSO,4 (1:1)]. PactBop cTaHoBHTCA YCTOHUHBBIM uYepes
4 yaca M rojed aas ynorpeGiennst B Teuenne 4—5 cytok [81, 186]. ]

0,05%-nuifi sTaHoNbHBIH pacTBop, copepmauwnii 1 ma koun. HCl ma 100 ma
pactBopa [478].

Toroar raxme 0,025%-ubift pacteop Qenungayopona B 98%-Hoil yKCycHO#
KHC/IO0Te, IpeapapuTesbHo jobapiaioT K cyxomy pearenty HCl ¢ takum pacueroM,
uToGbl B KOHEYHOM pactBope ee Koullentpauus Gbwna 0,1—0,2 N. Takoit pacteop
XpaHAT B TeMHOTE HeCKONbKO MecslleB. [lepes npuMeHeHHeM ero pasGaBisioT yKcyc-
soit kucaotoit o 0,005- man 0,001%-woro [150].

Ilpu ysenuuenun konuentpanun H,SO, or 0,1 no 6N (B npucyr-
ctBuM 5% NaCl) uyBcTBuTeNIBHOCTD peakuuu nagaer. B 5—6N H,S0,
peakuus He Habmonaercss [392]. Ilpu Gonee Boicokom pH nosisiercs
PO30BCE NOMyTHEHHe pacTBOpa BeJeACTBHe 00pasoBaHHsA CBOGOLHOIO
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Puc. 6. 3aBHCHMOCTh ONTHUECKOH MJOTHOCTH pacTBopos ¢ennadayopoua (3, 6)
H ero xommJjekcos ¢ ojosom (1, 2, 4, 5) or pH
1,2, 3 — HCl; 4, 5, 6 — HCIO; I, 4 — uaburok pearenta; 2, 5 — [Mel=[R]=1:1

Puc. 7. Cnextpsl mormomenust pactsopos ¢ennaduyoposa (f) u ero kommiexca
¢ omosom (2) mpu pH 2,0

pearenta. [TosToMy NpH NpOBeJeHHH aHa/JH3a PEKOMEHAYIOT MNPHAEP-
JKHBaThcsl onTHMaibHeX 3HaveHHit pH. Opuako B JuTepaType Her
@IMHOTO MHEeHH$S! 00 ONTHMAJIBHON KHCJAOTHOCTH MPH (OTOMETPHYECKOM
onpejiesieHHd osioBa ¢ (eHuaduyopoHoM. PekoMeHAylOT CO3l1aBaTh
KHCJOTHOCTb B pacrsope, pasuyio 1—1,3N H,SO, [48, 112, 570];
pH 1 [392, 1392]; pH 1,2 [1133]; pH 3,8 [702].

Ha puc. 6 npHBelieHa 3aBHCHMOCTb ONTHYECKOH IJIOTHOCTH pac-
TBOPOB (enuaduIyopoHa H ero Kommiekcos ¢ onosom ot pH. Ma sroro
PHCYHKA BH/HO, YTO HE3HAYHTEIbHAsi 3aBHCHMOCTb ONTHYECKOH IJIOT-
HOCTH PacTBOPOB KommuIeKca denuadiyopona ¢ oiosoM or pH nabuio-
Jaerca JIMIIb B CPaBHHTEJIBHO Y3KOM MHTEpBaje KHCIOTHOCTH:
B XJIODHOKHCJIBIX U CepHOKHC/bX pactBopax mpu pH 1,0—2,0 u B co-
asHokueanx mpu pH 1,5—2,2. M3 storo caenyer, 4To IpH aHaau3e
Heo6X0MMO HCIIOJIb30BaTh HMEHHO 3Ty ob6nactb pH u GydepHbie pac-
TBOPHI € JOCTAaTOYHO Gosbiiol 6ydepHOH eMKOCTbIO B YKa3aHHBIX Mpe-
nenax pH, ansi yero ynoGHO NPHMEHATh CMech IVIHUHHA C COJISTHOH,
cepHOlt WM XJjopHo#t kuciaoramu [150].

Jlnsi npejoTBpalleHks BbINaJeHHsl peareHta B OCAJIOK, BCJEACTBHE
MaJIOHl pacTBOPHMOCTH €ro B BOJHEIX PacTBOpax, B aHaJH3HPyeMble
pacTBOpbLI BBOAST 3TaHOJ (YacTO OJHOBPEMEHHO C BBEJICHHEM peareH-
Ta — B BHJIe €r0 CIHPTOBOrO pacTBopa). O6bIYHO KOHLEHTPALHs CIHpTa
20 o6bemu. % [316]. PekomenayioT MoBbIIATH KOHIEHTPALKIO STAHOJIA
no 36 o6bemu. % [1392] uau He BBOAHMTH 3TAHOJ, & HCMNOJb3OBATh
BecbMa pasGapbiiennbie pactsopwt pearenta [150].
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Pue. 8. Bausnue kucaotHocTH Ha ONTHYECKYKO MJOTHOCTL pacTBOPa KOMILIeKca
oJ0Ba ¢ n-HHTPOodeHHAIYOPOHOM
I — HCL; 2 — H,804 [Sn]=0,8-107% M, [R1=4-10"° M

Puc. 9. Cnextpsl moraoumenns n-HETpodernAduyopona (/) H ero Komnaexca ¢ oJo-
BoM (2) B 0,3 N HCI, [R]=4-10—% M, [Me]=8-10—5 M

CrekTpel NOTJIOLeHHs PacTBOPOB ¢ernadyopona u ero kKommiekca
¢ Sn(1V) npuefiens Ha puc. 7 [30, 150, 345]. B cocras KOMIlJIeKca
Sn(IV) u dennaduiyopon BxoaaT B coorserctsiu 1 : 2 [1018]. Cra6u-
JIH33IHS OKPACKH KOMIJIEKCA JOCTHIaeTCsi BBEJCHHEM B DACTBOP KeJia-
THHa [48, 478, 570, 10971, rymmuapabuka [570, 693] u nosuBHEHIO-
BOro cnupra [345, 402]. :

Hurepecro otmernts, uto copra xenatuna, 06/1a/aloLHe BLICOKOH
resieoGpasyiouedi cnoco6roctbio (0,1 %-Hbiit nx PacTBop mocJie oxgaax-
JeHHs1 00pasyeT reb), HE TOJbKO He CTaGHJIHSHPYIOT PACTBOP KOM-
MJIeKca GeHHIGUIYOPOHA C 0JIOBOM, HO JaKe YCKOPSIOT €ro KOaryJsinHio.
XOpouwuM  cTaGH/IH3AaTOPOM SBASETCH MHIIEBOIL weaatin  ([OCT
11293—65). [asi cTabuausanmu J0CTAaTOMHO HMETb B pactsope 0,02 %
xKenatuHa. Ecau ke Komuentpauusi ososa B pactBope <<0,2 muxe/mua,
onpeae/ieHHe NPOBOAAT Ge3 nobaBJieHHs xeaaThHa |150].

HMsmepenne ontuueckoil miormocTH pacTBopa KoMIlieKca 0J10Ba ¢
denuigayoporom mnposoast npu 500 wm [112, 487, 5701, 505 am
14781, 508 #m [481, 510 wa [702], 520 #m [150], 525 nu [693, 13921, '
530 wa [316].

B Jsmreparype umeiorcs nammbe o Beqmunme MOJIAPHOTO Ko3ddu-
IIHEHTA NOTalleHHs KOMILIEKCa 0410Ba ¢ (peHUuAPIYOpOHOM: & — 8,0-10*
(pH 1, 2 = 490 sn) [30]; & = 8,0-10* (1—1,3N H,80,, » = 500 #.x)
[112]; e = 7,7-10* (pH 1,1, A = 505—510 Hm) [345, 478]; e = 3,52
X 10* (pH 1, A = 530 #x) [316]. Bpems Pa3BHTHSA OKPAaCcKH KOMILJIEK-
€d B DasHYHbIX METOJHKAaX KoJiebsiercs or 3—5 MuH. (4781,
10—30 muu. [48, 150, 570, 702, 10271, no 40 mun. [487]. [Nogunnenue
3akony Bepa coGmoxaercsi 10 komuentpaumn 1—2 mkz Sn/xa [1018,
1027, 1392].

OnpesesieHHI0 0/0Ba MEIAIOT MHOTHe 5/1eMEHTLL. Ipucyrcrue
Zr, Ga u Fe npHBOAMT K 3aBHINeHHBIM pe3yJbraTaM onpe/e/ieHHs

78



0Ji0Ba; Tanrana, dropui-, Gochar-uoHos, Kommiekcona I11, masese-
BOH, BHHHOH M JHMOHHOH KHCJOT — K 3aHHkeHHBIM. [Ipuuem 3anu-
Kalollee BJHSHHE STHX EEUIECTB Ha pe3yabTaThl aHaju3a YObIBaeT
B paay: F- > komnaekcon 111> H,C,0,> H 0, > CH;0,
[478). Cuapuble OKHCJMTENM paspyumaioT denuadgayopon. Mewaior
onpesesiennio onopa Takxke Sb, Ge, Mo u Ti. IlpucyTcTBHE B aHAJIH3H-
pyemom pacteope 50 xxe As(V) u SB(V) skeuBanentro 0,13 1 0,19 Mk
Sn(IV) ccotsercieenno [1392]. He€oarwne koamuectea Ti, Mo, Nb
u Ta MOXHO 3aMacKMpOBalb Tmepekrcklo eojopona [345], a Sb —
JUMOHHOH Kucsotol [478].

A
12 4
J
481 .,
I\
2NN
Puc. 10. CnekTphl NOMMIOUIEHHS Iy 4
NHPOKATEXHHOBOTO QJHOJ'IE‘IDBO!‘O 34 ‘\
(1, 2) H ero KOMIJIEKCOB C 0JI0- ’ / \
BoM (3, 4)
1, 4 — B NPHCYTCTBHH KeJlaTHHa; 2, \
3 — Ge3 KesaTHHa, COOTHOLIEHHE KOM- \\
¢ N\
nonentos 1:1,pH4 O T bk
400 560 720 A, 1M

B npucyrcTBHH GOJBIIKHX KOJHYECTB BELIECTB, MELIAOUIHX Onpeje-
JeHHI0 0J10Ba ¢ deHHA(GayOpOHOM, Heo6XoaHMO mnepel (GOTOMETpHYe-
CKHM OINpejle/IeHHeM OJIOBA TPOBOJHTbL OTAeNeHHe nocieiHero. B 3a-
BHCHMOCTH OT OO0beKTa aHa/lH3a NpeANOYTHTEJIbHLIMI OKa3bIBAKOTCH
pa3JIHYHBIE METOAbI OTIeJEHHS.

n-Humpogeruapayopor  [9-(n-nurpodennn)-2,3,7-rpuokcu-6-gayo-
pox | o6s1azaet GoJsiee BLICOKOH 4YBCTBHTE/IBHOCTBIO, YeM (eH i yopoH
[316, 392]. BamusinHe KHCJOTHOCTH Ha ONTHYECKYIO IJIOTHOCTh pac-
TBOpa KoMIJeKca n-HHTpodenuaduyopona ¢ Sn(1V) nokasano mna
puc. 8 [316]. C yBennueHHeM KHCJOTHOCTH HHTEHCHBHOCTbH OKPAacKH
pacTBOpa KOMIJIEKCa YMEHBUIAETCA. 10 sABJeHHE MOXeT OhiThb 00bsic-
HEHO TeM, YTO C f-HHTPC@GeHHaPIyOpOHOM pearupyiotr HoHel SnO?*+
uan Sn(OH)Z*, KOHIEHTpaLMs KOTOPBIX ¢ NOEBIIEHHEM KHC/IOTHOCTH
najaer.

CnexkTpbl NOIVIONEHHSl pearenTa n-HuTpodeHHAGAyOopOHa H €ro
komnaekca ¢ Sn(IV) npusemenst Ha puc. 9 [316]). Ilpu A = 530 wa
pacTBOp peareHTa NPaKTHYeCKH HE NOIVIOLIAeT CBeTa, H onpejesieHue
0JioBa OGBLIYHO BeJyT NpPH 3TOH AJHHE BOJIHLI.

CocraB KoMniekca coorBercTByer orHoumenwio Sn(IV) : n-uurpo-
dennngayopon = 1 : 2. Takoii e cOCTaB COeIHHEHWH C OJIOBOM yCTa-
HOBJIeH H )1l JIPYTHX NPOHM3BOJHBIX TpHOKcHpayopona [316].
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B Taba. 6 npuBeneHs MosisipHbie KO3¢(HIMEHTH NOTaeHHsi KOM-
naekcoB Sn(IV) ¢ npousBoaHbIMH TpPHOKCH(AyopoHa. W3 Tabanus!
BHIHO, 4TO n-HHTPOQeHHI(UYOpOH sBAsieTcs HauHGOJee UyBCTBHTENb-
HbIM (H3 BCeX M3YYEHHLIX COeJMHEHHil STOH TPYNNbI) peareHToM Ha
OJIOBO.

Kaxymasica koucranta paBhoBechs peakuun SnO*+ 4+ 2H® =
= SnO®, + 2H* uaiizena pasmoii 3,9-10'%, rie ® — won n-HHTPO-
tdennagayopona [316].

CraGnansanusi OKpackH KOMILIEKCA JIOCTHTaeTcsi BBEIeHHEM B pac-
TBOP JKeJlaTHHA. Jlyisi IpejoTBpallents BhiNajenus B OCaNOK peareHTa

Ta6auma 6

Moasipabie KoohHUHEHTH! MOTalIEHHS KOMILIEKCOB Sn(1V) ¢ saMemenHbiMH
Tpuokcudayopona (0,1N HCI, 20%-mwiit sTHaoBmii cnupr) [316]

R* 530 Hx R* 530
Tpuxaopmerua 14 800 | Ilponua 18 800
4-OxcH-3-MeToKcHpe R 29 300 || Denna 35 200
2,4-Tuuurpodenun 47 500 | o-Oxrcupenun 40 000
4-Oxcu-3-meTokcen-6-HATpOdEHHA 31 200 || o-Hutpodenun 54 900
n-JlumernnamunodeHHN 40 750 || n-Hutpodenna 60 000

* R — saMecTHTeab B 2,3,7-TpHoKcH-6-dayopone, Haxopsmuiics B nosomenny 9.

A0CTaToyHO /106aBuTh B pactBop 20 o6bemH. % 96 %-HOrO 3THIOBOrO
cnupra. Bpemsi DasBHTHSI OKDAacKH KOMIUIEKCZ M ee YCTORUHBOCTD
XapaKTepH3yioT c/iefylomue AanHbie. Ilpu H3GLITKe n-HHTpODeHHJ-
¢payopona B 0,1—0,3N HCI okpacka pacTsopos Kommiekca JIOCTHTaeT
MaKCHMyMa uepes | 4ac i He H3MEHSIeTCs JJIHTeNbHOe BpeMs. [IpH KOH-
uentpaunu 0,05—0,2 ux2 Sn/ma MakcuMasibHOE 3HAYEHHE ONTHYECKON
TMJIOTHOCTH PacTBOPA KOMILIEKCAa YyCTaHaB/AHBaercs uepes 30 MHH.

3akon bBepa coGmopaercs npu comepxammy  osoBa 0,05—
5 mxz Sn/ma [316].

Onpenesennio 0s10Ba ¢ N-HUTPOGEHHAGIYOPOHOM MEILAIOT MHOTHE
SJIEMEHTbI, TNOSTOMY (OTOMETPHPOBAHHIO OOBIYHO TPEAIIECTBYET OT/e-
JeHne oJoBa [391].

ITupokamexurosouti guoremossiii (3,3",4’-TpHOKCHDYKCOH-2" -CyJIb-
okuciora, nupokarexuucyabdodranenn). ITHpoKaTeXHHOBHI tHose-
TOBBIH ABJISIETCS KHCIOTHO-OCHOBHBLIM HHAHKAaTOPOM C TIEPeX0JI0M OKpac-
KH pacrBopa npu pH 0,2—0,8 or posoBoit k opamxkepoii, npu pH
4,0—7,0 or xentoii k senenoir, npu pH 8,5—10,2 or (huosieToBOM
K cuHell u npu pH 10,2—12,5 or cuneft k 3enenoi [235].

KoHncrantel Honnsaunu pearenta B 3aBHCHMOCTH OT HOHHOM CHJIB!
(w) pactBopa maiinens paBubMH: K, = 8,01 = 1,10 p; pK, =
= 10,00 + 0,91p; pK, = 11,93 = 1,03u [65], cm. Takxe [1475].
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3aBHCHAMOCTb HOHHOTO COCTOSIHHSI peareHTta M TOJIOXKeHHS] MaKCH-
MyMma Ha KpHBoii ceronorsiomenus or pH pacemorpena B [36]. Pe-
aredT Mcnoabsytor B Buae 0,04—0,05 %-noro Bojuoro pacrsopa [642,
828, 1156, 1219] wau 0,1 %-HOro pacTBopa peareHta B 3THJIOBOM CIIHp-
Te [479].

CnekTpbl NOIVIOMEHH NHPOKAaTEXHHOBOro (HOJETOBOTO M €ro
Komniekco ¢ Sn(I1V) npusenensr Ha puc. 10 [30]. B orcyrerBue xe-
JIaTHHAa 0o6pa3syeTcsi KOMILIEKC KPacHOro IBeTa C MaKCHMYMOM CBeTO-
MOTJIOMEHHs NMPH Amax = 550 = 555 #a [30, 534, 535, 1219, 13171.
B mpHCYTCTBHH KeslaTHHA KOMIJIEKC HMEeT CHHHH LBeT, Amax =
= 620 = 640 nm [30, 479, 554, 894, 1146]. Ilpu wucnosb30BaHHH
BMECTO JKeJaTHHa OpOMHJa LETHATPHMETHJIAMMOHHA MaKCHMYM OITH-
YeCKO# MJIOTHOCTH PacTBOpa KOMIJIEKCA CMEIIAeTcsi H Amax = 662 na
[828]. B cpene mukgorekcanona ¢ sranosiom (1 : 1) MakcuMy™m cBero-
norsiouleHus Habaofaercs npu 575 wu [1318)]. Onpenenenne ososa
MOXKHO TPOBOJAHTbL TaKiKe KOCBEHHO — IO YMEHbIIEHHIO CBeTONOIJIo-
uieHHs pacTBopa pearenta (npu 440 #m) [535].

Benuunna MosisipHoro kKos(uiiHenTa noramenis KoMIeKca, HMelo-
UIero MaKCHMyM norviouienusi npu 550 wa, cocrasasier 7,9-10* (npu
pH 3,5) [535]; 6,56-10* (npu pH 2,5) [1317] u 5,35-10* (npm
pH 4) [30].

I KOMIVIEKCOB 0J10Ba € NHPOKATEXHHOBBIM (JPHOJIETOBLIM, HMeIO-
mux coctaB 1 : 1 u1l:2, npu pH 3,0 u A = 555 wm nonyyenst 3Haye-
HHUSl MOJISipHBIX KOadibuuuenToB noramenusi, pasuble 33 730 u 79 620
coorBercTBeHHO [1475]. s Kommiaekca € Amax = 620 = 640 am
HMEOTCsl B JIHTEPATypPe JaHHEIE O MOJSPHOM KO3(xpHIIHEHTE CBETOIO-
raomenns: & = 6,00-10* (mpu pH 4) [30] u B npucyrcTBuu 6pomuzia
LeTHATPHMeTHIaMMonus & = 9,56-10' [828]. B cpeme umkJsorekca-
HOH — 3TaHOJ MOJSipHBIH Koa(uuHeHT norameHus KomIjeKca & =
= 4,3-10* [1318].

B aureparype ans kommiekca Sn(IV) ¢ nmupokarexuHoBuiM (pHOJe-
TOBBIM TPHBOJASTCA JaHHLIE O COCTaBe, B KOTOPOM OTHOLUEHHE
Me: R =2:3:130, 479, B54]; 1 : 1'R'1 22 (A = D66 am) 1538,
1317, 1475] n 2 : 1 (Amax = 620 wa) [1317]; ans komnaekca, o6Gpa-
3VIOlerocss B NPHCYTCTBHH GPOMHJA NETHJATPHMETHJIAMMOHHS — 1 : 2
[828] (cm. takxke [760, 1076]).

ITpu pH 3,0 nupokarexunoBwiii ¢uoneroBuii ¢ Sn(IV) oGpasyer
TPH KOMIJieKca ¢ cooTHomeHueM Me : R =1:1, 1:2 u 2: 1. Coor-
BETCTBYIOLIHE 3HAueHHs JIOrapH(MOB KOHCTAHT YCTOHYHBOCTH 3THX
KOMILJIeKcoB paBHbl 7,8 + 0,34; 14,90 £ 0,30 u 12,92 + 0,34 [1475].

Jsis npoBefeHHs (OTOMETPHYECKOTO OMNpejeJeHHsl 0JI0Ba C MHPO-
KaTeXHHOBHIM (DHOJIETOBEIM ONTHMajbHOe 3Hauenwe pH 3—5 [479].

Bpewmsi, Heo6xopuMoe st TIOJIHOTO Pa3sBHTHS OKPACKH KOMILIEKca,
15—20 mun. Yepes 2 yaca HWHTEHCHBHOCTL OKPACKH KOMILIEKca BO3-
pacraer Ha ~2%, a uepes 24 uaca namaer Ha ~5% [1146, 1317].
B npucyrcrBuH GpOMHIA LETHATPHMETHJIAMMOHHSI H3MEpPEHHe ONTHYe-
CKOH TJIOTHOCTH pacTBOpa KomIJiekca npoBojisitT yepe3 5 MuH. Okpacka
pacTBopa KoMIieKkca ycroiiyupa B Teyenue 2 yac. [828]. IloguuHenne

6 B. b. Cnupaxosckuii 81



3axkony Bepa nabmonaercst npu KonuenTpamuu ososa 0,24—1,6 mxe/ma
(usmepenue npu 555 wm) [535, 13171; 0,1—0,6 mxe/ma (u3meperne
npu 640 wm) [1146] u 0,12—1,2 mxe/nr (u3mepeHue npu 662 wu
B NPHCYTCTBHH OPOMHJa LETHATPHMeTHJaMMoHHs) [828].
OnpejesieHuio 0JI0Ba ¢ MHPOKATEXHHOBLIM (PHOJIETOBHIM HE MellaioT
500—1000 #e K, Na u Ca; 250 m2 P; 4 m2 Cu; 3 me Fe [479]; CI-,
Br g st ik~ [1146]. OnoBo MOXKHO OmpenessitTb B NMPHCYTCTBHH

NOCTOPOHHHUX 3JeMeHTOB npH coorHourerusix 1 : 420 (Cu); 1: 1160
(Ni); 1: 1440 (Mn); 1:100 (Fe); 1:150 (Al); 1:100 (Cr); 1: 380
(Co) [642, 1146].

Onpenenennio mematoor Zr, Ti, Bi(11I), Fe(I1I), Sb(III), Ga,
Mo(VI), In, W(VI), dochopras, sTHIEHIHMAMHHTETPaYKCyCHAs, JIH-
MOHHad, IapeJeBas M BHHHas KHcaotel (535, 1146, 1317]. Beicokas
KOHIEHTpAIHA COJIeH CHHXKAaeT pesyJbTaThl ONpeflesleHHsl 0JI0Ba Ha
20—40%, nostomy GoJsblllHe KOJIHUECTBA KHCJOTHI JIyUllle yNapHBaThb.
B ananu3upyeMoM pacTBope JOMKHO ObiTh <4 MIKE CYMMBI KHCJIOT
u coseii. PeareHT BBOASIT B KHCJBIH pacTBOp A0 npuOaBienus Gydep-
HOTo pacTBopa. B NMPOTHBHOM cJiydae MoJy4aloT 3aHHIKEHHbIE Pe3yJib-
tatel (Ha ~40%) [1317].

[Tpu otnenenun ooBa, A8 MOCJEAYIOUIETO €r0 ONpPEJIENeHHs ¢ T0-
MOLIBIO ITHPOKATEXHHOBOTO (PHOJIETOBOTO, HCIONB3YIOT 3KCTPAKIIHIO
[89, 534, 1117, 1219, 13181, ocaxnenue B Buge cyabbunaa [74, 642]
¥ Houublii obmen [1076].

Femamokcuaun u eemameus B TIOCJIEIHHE TOAbI YACTO MPHMEHSIOT
JJs1 (OTOMETpHYECKOro ompepeseHusi osoBa. PakTHdecKH B 06OHX
cly4yasix peareHTOM fBJSieTCS TeMaTeHH, KOTOpHIA obpasyercs npu
OKHCJIEHHH TI'eMaTOKCHJIMHA 10 PpeaKIHH

OH ]
| 0
Ho i, i,

,&ou

CHl ‘ |

! CH, l‘{—f%w l T.H:
HO HO HO HO

Tlpu n3yyeHun KoMIIeKcooOpasoBaHHS 0JI0Ba B psjie Ciy4yaen Ipu-
MEHSIIOT B KayecTBe HCXOJHOTO peareHTa IeMaTOKCHJIHH, 103TOMY 006a
peareHta pacCMOTPEeHBl OTJEJbLHO.

Temamorcuaun mpeacraBiasger coboil GecliBeTHOe HJIH JKesToe KpH-
CTAJIINUECKOe BeIIecTBO, KpacHetomee Ha csery, T. mia. 100—120°C.
MaJsiopacTBOpHM B XOJIOJIHOH BOJle H QH3THJIOBOM 3(dHpe; pacTBOpSeTCs
B BOJle H CIHPTe NPH HAarpeBaHHH, 4 TaKKe B pacTBOpax lue/oyef,
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e.p Puc. 1. Cnextpst norfouenist rema-
- Tokcuauua npu pH 3 (1), 8 (2) u xom-

nnekca ¢ ojaosoM npu pH 3(3)
Puc. 12. Bausune pH Ha komniexco-
o6pasosanue B cHcreme Sn(IV) — rema-
TOKCHJHH
A
10
7 Q.f | 1 | I | 4
Joo 00 A,nm z § 10pH

amMmHaka u Gypol. PacTBopbl peareHra, 0COGEHHO 11€/I0YHbIE, NIPH CTOS-
HHH TEMHEIOT BCJ/eJCTBHE OKHCJEHHs TeMaTOKCHJIHHA KHCJOPOAOM BO3-
AyXa ¢ o0pasoBaHHeM TreMaTeHHa.

Insi oToMeTpHYeCKOro onpejesents oJioBa TOTOBAT PacTBOPbI I'eMaTOKCH/HHA:
0,06% -netit Bonueii pacteop [341; 0,036% -Hbiit Boauiit pactsop [397] u 0,1% -l
pactsop B 95%-Hom sTanone (Ha 100 ma pacTBopa reMatokcuaHHa joGasnsior | Kan-
mo kouw. HCI) [1225, 1437].

Ha puc. 11 npuBejeHsl CneKTphl NOIVIOMIEHHs TeMAaTOKCH/IHHA NIPH
pH 3, pH 8, a takxke komnsekca c¢ osoBoM npu pH 3. CeoGoamublii
remaToKcHJHH caabo norsomaer ceer npu pH << 8. Ilpu pH 8 okpacka
PAacTBOPOB Pe3KO BO3PACTAeT; OJHOBPEMEHHO yCKopsieTcsi HeoOpaTHMoe
OKHCJIeHHe peareHTa. B JsuTepatype oTMeyaercs, uTo o6pasoBaHHe
KOMIIJIEKCAa C OJIOBOM HauyHHAeTCsl y»Ke B KHCJOH cpejle, OAHAKO INpH
3TOM ONTHYECKas MJOTHOCTb PAcTBOPa KOMILIEKCa CHJbHO 3aBHCHT
or pH cpean. O6pasoBanne OKpaLIEHHOTO KOMILIEKCAa NpPaKTHYECKH
3akanuusaercs npu pH = 2. Ipu aaapuefiem noseiuesuu pH ontu-
yeckasi IJIOTHOCTb pAacTBOPAa KOMILIEKCa 3aMeTHO He H3MeHseTcs
(cm. puc. 12) [34). Toabko npu pH ~ 8 nauyumHaercs paspylieHHe
Komniekca. OnTuMasibHoe 7151 POTOMETPHYECKOTO OMNpejie/IeHHs 0JI0Ba
snauenusi pH 2—6.

MaxkcuMyM ONTHYECKOH NJIOTHOCTH KOMIJIEKCA 0JI0Ba ¢ reMaTOKCH-
aunom npu pH 3 wabmonaercs npu A = 580 #m [34]. Poromerpuye-
cKoe onpejiesieHHe oJioBa npoBoAaT npu 590 wm, rje onrHYeckas nJor-
HOCTb CBOGOJHOTO IeMaTOKCHJIMHA NPaKTHYECKH paBHA HYJIO, a KOM-
IVIEKC €ro ¢ OJIOBOM XapaKTepH3yercsi OueHb CHJBHOKH T0JIOCOH ro-
raouwenns. [pu pH 0,8 nosoxenne MakcuMyma ONTHUECKOH IVIOTHO-
CTH PacTBOPOB KOMILIEKCOB OJIOBA C FeéMAaTOKCH/JHHOM 3aBHCHT OT ero
KOHUEHTpauuH B aHaiusupyemom pactBope [1377].
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Besnunny pH ananusupyemoro pacteopa Bubupair B psge cJy-
YaeB B 3aBHCHMOCTH OT COJEPIKaHHs B HEM TeX HJH HHBIX IPHMecei,
MELLAIOHX ONpe/ie/IeHHIo 0J10Ba ¢ reMaTokcH/inioM [397]. Tak, B npu-
CYTCTBHH 3KeJie3a H CYpPbMbl Olpeje/eHHe Jyylle IPOBOAHTH NpH pH,
IIPH KOTOPHIX 3TH 3JIeMEHTHl He 00pasyloT OKpAIUeHHLIX COEJIHHEHHH
¢ reMaTOKCHJIHHOM [34].

Moaspubifi KO3(dUIHEHT NOrameHHsi KOMIJIEKCa 0JI0Ba C reMaTo-
KcuauHOM npu 580 wm pasen 2,28-10* (B unTepBase pH 3—6)
[34].

Jlia NOJHOTO pasBHTHSI OKPAaCKH KOMILIEKCA 0JI0BA C NeéMaTOKCH-
JIHHOM DAcTBOPbI /10 H3MEPEHHS! ONTHYECKOH MJIOTHOCTH BbIAEPIKHBAIOT
B Teyenue 10 mun. [397], 1 waca [1377] u narpepator B Kunsiuedl Boge
B Tedenue 15 mun. [1225]. Jlna craGuiusaiuu OKpackH HCIOAB3YIOT
weaatun [34].

Ha puc. 13 npuBenena 3aBHCHMOCTB CBETONOIVIOUEHHS! PACTBOPOB
Komiiekca Sn(IV) ¢ reMaTOKCH/IMHOM OT KOHLEHTPALHH 0JI0BAa H Bpe-
MEHH CTOSIHHSI pacTBOpa peareHTa C MOMEHTA NPHTOTOBJeHHst [34].
M3 pucyHka BHAHO, YTO NPH NpeABAPHTEJLHOM CTOSIHHH PAacTBOpa
peareHTa YyBCTBHTEJIbHOCTb ONpeJleJIeHHsl 0JI0BAa HECKOJIBKO TOBBIIAET-
cs. Jlns pacTBopa peareHTa, NpelBapUTe/1bHO MOCTOSBIIETO JIBE HEIEH
(nmu_Gosiee), sakon bBepa cobmonaercss ayume. Ilpu pH 0,8 n
A = 515 #m sakon Bepa He BINOJiHsieTCs, HO KaJHOPOBOYHAs KPHBast
Bocnpoussoguma [13771.

Onpenenenuio osioBa ¢ remMaToKcuausoMm Mmemator Al, Sb(III),
Bi(I11), Cr(IIT) u Cr(VI), Cu, Ge, Fe(I11), Mo(VI), Th, Ti, W(VI),
V(IV), Zr, Ce(IV), Hg(II), Se(IV), U(VI), Ag, Mn(VII) u JO7
[1225]. Wssectno [34, 5401, uro cypbma u xeseso npu pH 2—3
He 00pa3yloT OKPallleHHBIX COeIHHEHHH ¢ reMaTOKCH/IHHOM, 5TO 3HAYH-
TeJIbHO YHpOLIaeT onpejesienHe ojoBa. Oxuako B paGore [1437] mo-
kasano, yto Fe(I1I), Sb(III) u Ti npu pH 0,8 mewaior onpenenenuio
0JIOBA C I€MAaTOKCHJIMHOM, a BHCMYT OKA3hIBAeT HE3HAUHTEJBHOE
BJIHSHHE.

Hnst otaenenus onoea, npu cofepxanuy ero 10-5—10-4%, B 6pon-
se ero coocaxpaior ¢ MnO, (npu pH 4), a npu comepxanuu
~10—*% Sn Bo3mOXHO npsiMoe ompenesieHne Ge3 pasjiesieHHS (Melb
MacKHpyIOT THOMOYeBHHOH) [397]. B mocnmennem ciyuae usmepenus
npousBoisr npu pH 3. VYcioBua oTaesenHs 0J0Ba OT 3J€MeHTOB,
MEMIAIIIHX ero ONpejie/leHuio B 6e30M0BAHNCTHIX GpoH3ax, cM. B [56],
B ¢epporutane [442].

Ilpu nposeseHnH QOTOMETPHUECKOTO OMpesieJieH sl 0J10Ba C reMaTo-
KCHJIHHOM COJepiKaHHE OJIOBA B pacTBOpe JOJUKHO ObIThb (MK2[mA):
0,33—0,67 [34]; 0,1—1,4 [1437]; 1—1,6 [1225]. [las OIpe/IeIeHHs
10-5—10—*% Sn B Opomse HaBecka JIOJUKHA  COLEP¥KATb
~10 mxz Sn [3971].

Ilpu ananuse peaktuBHOro Ttomsmuea, copmepxkamero 0,95% Sn,
aGcomornan ommuGka onpenesenust 0,023% [1225]; ormocHTe/bHas
OIHGKa NPH ONpejes]eHHH OJI0Ba C reMaToKcHaHHOM —+19% [1437].
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Puc, 13. 3aBHCHMOCTD ONTHYECKOH MJIOT*
HocTH pactBopoB Kommaekca Sn(IV) c
IreMaTOKCHJIHHOM OT KOHILIeHTPallHH 0Ji0- )
Ba H BpeMeHH CTOSHHA pacTBopa pe-
areHra %
!l — cBeXenpHroToBJeHHLIH;
2 — pHijepxKa 6 puefi;
3 — BuifiepxKa 15 aueft 0 | 1 | |

A
[sn), 10 2-uon /2

=
o~
T

lemameut — KOPHYHEBO-KPACHbIE C JKEJTOBATO-3€JEHbIM MeTaJ-
JiHueckuMm GaeckoM KpHcrassiel. PacrBopumocts B 100 2 Boawt 0,06 2;
MaJIOpacTBOPHM B STHJIOBOM CITHPTE H JHSTHJIOBOM 3(QHpe; HEepacTBO-
puM B xJsopodopme H Oensojie; JIerKO pacTBOpAeTcs B pacTBopax
aMMHaka (KOpH4HeBO-()HOJIeTOBas OKpacKka) H B pa30aBJIeHHBIX LIeJo-
yax (spko-kpacHas okpacka). C colsiMH MHOTHX MeTaJJioB oGpasyer
HHTEHCHBHO OKpameHHbie coenunenus [592]. I'emarenn oGpasyercs
NpH OKHCJEHHH TeMAaTOKCHJIHHA H HAKaMJHBaeTCs MPH XpaHeHHH IO-
caennero [34, 674a].

Pacteop remartenna aas GotoMeTrpHYecKoro onpejesaeHHs 0J0Ba TOTOBAT CaeAyio-
muM obpazom. 6 2 remaTokcHiaHHa pactBopsiorT B 20 ma 99,5%-Horo 3sTHJAOBOrO
cnupra, npuauBaoT 60 ma 5%-nofi HyO,, HarpeBaor nHa Bopmoit Gane 3 vaca
H pas6asasior g0 2 2 [136]. Henonwpsyior rtakmke 0,05%-HHil pacTBop peareHra

B abc. sranose [1404]; uHorja npHMensioT pacTBOP peareHTa B METHJIOBOM CIHpTE
[1368].

Kucaornoets pacTBopa u 061acTh CneKTpa, MPH KOTOPHIX MPOBOAAT
H3MEpeHHe ONTHYeCKOH [VIOTHOCTH, HCNOJb30BaHBEl CJEAYIOUHE:
pH 1,7 & 0,2 [353]; 2—2,5 [136]; 3,2 (no Tponmeoanny OO) [1368,
1404]; 3,5 [674a]; Aoy = 555 #at [136]; Mgy = 570 nm [5371; 575 wm
[353]; 580 wae [136]; 590 wae [1368].

Cocras komnuekcoB Sn(II) u Sn(IV) ¢ remarennoM coorBercTByeTr
cootHomenHio Me : rematens = 1 : 2. Merogom asektpodopesa ycra-
HOBJIEHO, YTO OKpallleHHOe COeJIHHeHHe 3JeKTpoHeHTpanbHO. Moasip-
Hblft Ko3dduuuent noramwenuss npu pH 3,5 pasen 7600 [674a]. das
MOJIHOTO Pa3BHTHA OKPACKH KOMILIEKCa (4O HM3MEPeHHsl ONTHYeCKOH
NJIOTHOCTH) pactBop BoigepxkuBaior 30—60 mun. [1368, 14041 uau
HarpesaioT 5 yac. npu 40°C [136]; aas crabuansauuH OKPAacKH MpPH-
MeHsiior xenatu [537]; rymmuapabuk [136] u monusunon [1404].

ITpn wusywenun ycuoBuii ¢oromerpuueckoro ompenenenuss Sn(IV)
C reMaTeHHOM B KayectBe XxpomorenHoro pearenra (npu pH 2—2,5)
B pa6Gore [136] ormeueno, yto KasuGpOBOUHLIE TPA(HKH, NMOCTPOEHHbIE
N0 JaHHBIM H3MepeHHH Ha crnektpodortoMerpe npu A = 490, 546, 555
u 580 #m, nenpaMonunednsl. KanuGpoBoynblit ke rpaduk, nocrpoes-
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HBIH TIpH oMol QoToMerpa, cHaGKeHHOrO CBETOPHIBLTPOM € Amax =
= 580 #n, npencrapsier coBOi NPSAMYIO JHHHIO H MOMKET GBITh HOMOMD-
SOBaH J/iA onpejesierus ososa. IIpi konuenTpaunu ososa B pacrsope
(0,5—4)- 10~ % 2-uon/a u W3MEpPEHHH ONTHYECKOH IVIOTHOCTH PacTBOpPOB
npu 590 wx HaGalonaercsi moguHHeHHE sakony Dbepa.

Onpezieiennio 0/10Ba ¢ remMaTeHHOM MemaioT CypbMa H BHCMYT,
HO €C/IH OHH NPHCYTCTBYIOT B MaJIbIX KOJHYECTBAX, aHAJNH3 [IPOBOASAT
MPH_J00aBJeHHH BUHHON KHcaoTer [261]. Mewmaior takme Zr, Mo,
Ti, Th, Fe(III) u Al. Memaomee Bansnue Sb(V) npu pH 4 Hese-
auko [674a]. He wmemaior (oTomMeTpHYeCKOMY oOMNpeneseHHI0 0J0Ba
¢ remaredom Zn, Cu u Mn [261]. TTpu coneprkanuu ososa = 0,003 %
B MeAHOM crnuiaBe H =0,05% B amoMHHHEBOM chiae onpeneneHne
npoBoaAT 6Ges otaenenus ero [537]. YKefieso BoccTanaBIHBAIOT acKop-
GHHOBOIi KHCJIOTO, a/IOMHHHIT MACKHPYIOT ¢ropHCTEIM Kasnem [674al.

Kéepyemun 1o psiny xapaKTeDHCTHK SIBASETCS OLHHM H3 JIVYIIHX
PEarenToB /ISt JOTOMETPHUECKOTO onpefesienns onosa [30]. s toro-
METPHYECKOrO ONpEAC/ICHHS 0/10Ba OGLIYHO NPHMEHSIOT PACTBOPHI
peareHta B 3TaHOJe.

PactBop kBepuernna mns doromerpryeckoro OnpejiesieHHs 0J10Ba
FOTOBAT CJAEAYIOWHM 06pasoM.

0,1%-uuit pacreop [93] (0,5 2 KBepuernna pacropsiior B 300 2 3THIOBOTO
COHPTa NpH claloM HAarpeBaHWH, OXJAAXAAIOT, 106aBaAsT 25 ma koun. HCI u mo-
BozaT oGvem g0 500 ma sThaoBEIM cnmprom) [579]. Hcnonsayior raxke 0,29 -kl
[1052, 1127, 1128] u 0,03%-mwii pactBopsl [397].

OGpasoBaHue OKpalIeHHOTO COoeHHeHHS onoBa(IV) ¢ KBepuernnom
HaG/0fiaeTcsl yiKe B KHCJOH cpeje. [Tposenenne goromerpuucckoro
ONpENE/JIeHHsI 0JI0BA C KBEPUETHHOM BO3MOMKHO B cpene 0,2N HCI
(1127, 1128]. as stoit xe nean npumensitor 0,25N HCl [771] wu
0.2V H,S0, [93]. B pactBopax ¢ KOHIIEHTpAlHeH KOMIOHEHTOB
~ 5-10—-5M ob6pasoBanue KoMmmeKca 0J0Ba KBEpPIETHHOM HabJIr0-
Aaetcs yxe npn pH 2. Onuako npu noswimennu pH pacrsopa onraue-
CKafl MJIOTHOCTh YBEeJIHYHBAETCS] B HECKOJILKO Pa3 H JOCTHIAeT MOCTOSH-
Horo snaueHus npu pH 3. Toabko npu pH 10 Kommieke 3ametHO pas-
pymaercst [34]. Tlostomy onpenesenne osoBa nposoxsT B HHTepBaJie
pH 3—4 [30].

B pesyabrate cpapnutesbHoro mayuenus OKCUAHMPAXUHOHO8, 2e-
MamoKxcuruna, cmuabbaso W Kéepyemuna Kak PeareHToB Jisi (OTOMeT-
PHYECKOTO ONpENe/IEHHs 0JI0BA, YCTAHOBJIEHO, 4TO KoseGammusi pH

| @HA/IHBHPYEMBIX PACTBOPOB HAHMEHEe CKA3BIBAIOTCH Ha pesysbTarax
aHa/li3a NPH NPHMEHEHHH KBepueTHHa [34].

CnekTpel NOI/IOMEHHS KBePUETHHA H €ro KOMIVIeKea ¢ Sn(IV)
npu pH 3,5 npuBenens na puc. 14 [30, 34]. Ilpu doromerpuueckom
OMPELEJICHHH 0/10BA 3aMePLI ONTHYECKOH NJIOTHOCTH PACTEOPOB NPOBO-
AAT B HuTepBasie 420—450 #a, rie MoseKyJsipHas hopMa KBepLeTHHa
TOTJIOIIAeT CBeT OYeHb ¢1abo, TOrJla Kak KOMILIEKC C OJIOBOM HMEeT
lHpokyio monocy mnorsomenus [34, 93] ¢ makcumymom npu
A = 437 um [1127, 1128].
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Ipu nposeneHHH (HOTOMETPHYECKOTO ONpEJeJeHHs 0/10Ba C KBep-
LETHHOM TPOU3BOAAT HM3MEpEeHHe ONTHYeCKOH TJIOTHOCTH PacTBOPOE
npu A = 393 #m (B cMeck Genson — sranon) [13361; 435 #a (skeTpakT
KOMILJIEKca B opranndeckoit dase) [10521; 440 ux [30, 771] (sry xe
JUTHHY BOJIHBEI HCMOJIB3YIOT 15l (GOTOMETPHPOBAHHS OKPACKH KOMILIEKCA
B cpege MermimsobyTuakerona [579] u 455 nm [682].

CocrtaB KoMmmnJekca, no aaneiM [1127, 1128], cooTsercTByeT COOT-
pomenuto Sn : kpepuerun = 3 : 2. Tlo nanmeim [30] onrthueckas
[JIOTHOCTh PAacTBOPA JOCTHTaeT MaKCHMyMa NpH OTHOLIEHHH SN @ KBep-
merun = 1 : 2 (pH 3,5). Monspuui#i KO3((HUIIHEHT MOrameHHsi KOM-
niekca npu 450 um u pH 3—6 pasen 8400 [34].

Coenunenne osoBa(lV) ¢ KBepueTHHOM Ma/jopacTBOPHMO B BOJE,
HO 3HAYHTEJBHO Jy4Ile pacTBopsieTcss B 3THIoBoM crupre. Ilostomy

A
g61
2

42
Puc. 14. Crektpbl TNOIVIOLUEHHS
kpepuernHa (I) ¥ ero KommJjiekca b
¢ oJoBoM (2), COOTHOIIEHHE KOM=
nonentos 1:1, pH 3,5 1

400 560 A M

peaKIHI0 B3aMMOJEHCTBHS OJIOBA C KBEPUETHHOM OCLIYHO NPOBOAT
B 50 %-1aMm sTH0BOM criupre [34, 771]. B paGorax [1127, 1128] yka-
3aHo, uto 50 M4 oTomerpupyemoro pactsopa copepxar 30 #a 96 %-Ho-
ro stuaoBoro cnupra, a B [93] — 25 Mz pactBopa cojepkar 12 ma
METHJIOBOTO WJIH 3THJ0BOrO crupta. s craGuiH3alMid OKPacKH Hc-
nosb3yior kenatus [30].

Jls GOTOMETPHYECKOTO ONpejiesieHHsl 0J10Ba C KBEPLUETHHOM Mpej-
JIOJKEHO 3KCTPAarHpOBAaTh KOMILIEKC HEKOTOPHIMH OpraHHYecKHMH pac-
TBOpHTE/IIMH: MeTHAn306yTHAKeToHOM [579], cMecbio H30aMHJIOBOTO
cnupra u ausTuaosoro sdupa (1 : 1) [397], cmecbio sTHaueTaTa ¢ ye-
THIPEXXJIOPHCTHIM yraiepogom (4 : 1) [1052], Gensosom [1336].

[lepen oTOMETPHPOBaHHEM BBHIAEPXKHBAIOT PacTBOP B TeUEHHE
15 mun. [93, 459]: nepen sKcTpakuuei KOMIJeKca — 5 MHH. [3971,
10—30 mun. [579]. Okpacka KOMIJeKca 0J10Ba € KBEPUETHHOM YCTOH-
yuBa B Teyenue ~24 uac. [93].

3akon DBepa co6monaercs npH (OTOMETPHPOBAHHH PACTBOPOB
¢ KOHIeHTpauueil 0JI0Ba, He MpeBbllaroe 5—6 mxefua 130, 1127,
11281.

HeocraTkoM KBepuetuHa, Kak W GOJIbLIMHCTBA APYTHX peareHToB
A5 (POTOMETPHUECKOTO OTIpe/iesieHns OJOBa, siB/sercs o0pasoBaHue
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MM OKPALICHHBIX CORHHEHHIi C PAZIOM 5JEMEHTOB, B TOM YHC/IE C CYpPb-
MOH H JKeJe30M, KOTOphIe OYeHb YacTo COnyTCTBYIOT 0s0BY. Onpesee-
HHIO Mewalor Takxke Al, Sb, Cu, Mo, Nb, Ta, Ti, W, V, Zr, Hpo-
docar-, uurpar-, raprpar- u okcanar-nons [34, 1127, 1128, 1336],
4 TAKKe BHCMYT H THOMOYEBHHA B GOJILINHX KOHILEHTPAIHSX 11127,
1128]. Bausinne Cu(1I) u Fe(IIT) YCTPaHAIOT J06aB/IeHHEM THOMOYe-
BuHbl [34, 93, 771, 796, 1127, 1128].

HyBCTBHTENILHOCTE (POTOMETPHUECKOTO MeToxa onpeJieieHHsi 0JI0Ba
C KBEPLETHHOM TaKOBa, YTO No3posisier onpeneasth 10~4—10-3% Sn
B MeTa/IMYeCKOM HHKeJsie npH HaBecke B 12 [397]; 0,001—0,5%
(c omnGkoit 10—15%) B pynax u npoaykrax oboramenus [93]; 0,01—
1% (omnGka onpenenennss +5%) B MeQHbIX criaBax [682, 7711,
0,001—0,2% (c ownGko#i, paBroli ~4%) B cranm NpPH COIepHaHHH
onosa ~0,01 %, [796, 1411]; 0,0005—0,025 % s BBICOKOJIETHPOBAHHBIX
cransx [13361; 0,0005—0,005% B uuHKe u ero cnsasax [579, 8211.
Ilpu onpenenennn onoBa B KOHCEPBHPOBAHHBIX NPOAYKTAX CPeAHsis
owx6Ka cocraBasier =+3,5% [1052].

Ilo-BHAMMOMY, MepcneKTHBHLIM MOXKET OKasaTbest 3KCTPAKIHOHHO-
(oTomerpuueckuit Meron onpenenenus Sn(1V) ¢ mopuron 166].

Tarreun (nuporannogranenn; 4,5-nuoKcudyopecuenn) obpasyer
¢ Sn(IV) okpamennwifi Kommnyieke u NpHMeHsieTcss pH poToMeTpHYe-
CKOM Onpejie/IeHHH 0JI0Ba B pAa3/IHYHBIX OOGBEKTaX.

Ins onpesenenus onosa roToBsT PacTBOPH pearenTa:

0,005—0, 1% -nuii pacTeop ranjenHa B stanoge [1004, 1042]; 0,1 2 rannenna
pacteopsioT B 100 ma sranona npu HarpeBaHHH, OTQHJILTPOBLIBAIOT H pa3baBAsIOT
paBHbIM 06beMoM Boibl [1405]; 0,1 2 rasnenna pacTBopsitor B eMecH 0,5 ma KoHIL.
HCI u 100 ma stanona [976]; 0,1 & rannenna pacreopsitor B 100 2 sTanoNa npu
Harpesaiuu, OTGHALTPOBHIBAIOT H PasGaBJAIOT DPaBHBLIM 0GbEMOM 0,015%-uoro pac-
TBOPa MeTHJIeHOBOro roayGoro [824, 1405].

Ilpn onpenesennn 0710Ba ¢ ra/JIeHHOM CO3MAIOT KHCJOTHOCTH pac-
tBopa 0,3V H,SO, (nepen skcrpakumedi kommiexca LHKJIOTeKCaHOo-
Hom) [976]; 0,15V HCI (npn maabix cogepKauusix oJioba 0,05N HCI)
[3821; pH < 2,0 B npucyrersun xnopuna nau GpoMHJIa LeTHJMHPHH-
uus [376, 1190]; pH 2—2,5 [572, 1169]: B pa6Gorax [824, 1042]
pH ycranapauBaior ¢ nomoutsio XJopaueraTtioro GygepHoro pactsopa,
conepxamero 50 2 CICH,COOH + 50 2 CICH,COONa - 25 2
NH,OH-HCl B 500 M2 Bogm wam 45 2 CICH,COOH + 75 2
CICH,COONa + 20 2 NH,OH-HCI B 1 1 [1004, 1405].

HsMepenne ontuueckoli mioTHOCTH KoMmekca NPOBOASIT MpH
A = 495 = 500 #m (3KcTpakuHOHHO-(GOTOMETPHYECKOE OlpefiesieHHe
onoBa) [382, 976, 11691; 520—530 wu [376, 1042, 1190]; 575—605 xm
[382, 572, 1004].

Okpacka kommiekca cTabuausupyercs mo jameeiM [1004, 1190,
1405] sa 10—15 mun.; no pamnbm [1042] — 45 mug. Ilpu skctpak-
LUHOHHO-POTOMETPHYECKOM ONpeieIeHHH JLisi 06pPa3oBaHHA KOMIJIeKca
neDEAL SKCTpaKIHeH HeOGXONMMO BbIACPIKATh PACTBOP B TEMHOTE MpH
30°C B Teuenne 1 vaca (976 ]. Taxoe xe BpeMA HeOGXOJMMO NSl BBIAED-
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sxuBanun pactsopa npu 15°C no meroauke [376). Tlpn pH 2—2,5
OKpacKa pacTBOpa KOMIJEKca cTaGHibHa B TeyeHHe 2,5—3 wuac.
[6721.

[lonuuHeHue 3akoHy Depa wuMeer Mecto TpPH KOHIEHTPALHH
0—5 mxeSn/ma (11901  wam 0,1—2,0 mxeSn/ma B 3KCTPaKTe MpH
SKCTPAKIHOHHO-(HOTOMETPHUECKOM ONPEAeJIEHHH (KoMnJIeKe 3KCTparH-
pylor amuioBeM cniptom) [1169].

Onpeje/IeHHIO 0J10Ba C Ta/IJIeHHOM MelakoT Al, Bi, Fe(I11), Sb(III),
Th u Zr [376]; npu 3KCTPaKIHOHHO-POTOMETPHYECKOM ONpejeNeHHH
(3KCTPAKIHSI AMHJIOBLIM HJIH H30aMHJIOBBIM cnupramu) mewaiot Ce(IV),
Fe(111), Ge, Mo, Sb(I11), Ti, V(V), W u Zr [382, 976, 1169]. Kpome
Toro, GOJbIIHE KOJHYeCTBa CYJabdar-HOHOB YMEHbLIAIOT, a XJIOp-
H HHTPAT-HOHOB YBEJHUHBAIOT CBETOMNOIVIONICHHE PACTBOPA KOMILIEKCA.
Jljisi yJlaJeHus MELaioNIHX IeMeHTOB SKCTPAKT NPOMbIBAIOT pacTBOpa-
MH NOJXOIAIMX MacKupyiomux pemects. Tak, Sb, W 1 Zr MackupyioT
punnofi kucaorofi; Fe(I11) u V(V) BOCCTaHAaBIHBAIOT acKOpOHHOBOH
kucjoroli: Mo u Ti BeiMbiBator pactBopoM H,0, [382]. Tlpu ompeze-
nennn 0,3—0,4% Sn no MeToMKe, ONHCAHHOH B [1004 ], onpeznenenuio
ge memator Ti, Nb, Ce, Th u Zr, a 10 MeTOAHKE, TNPeNJIOKEHHOH B
[1190],— Bi, Sb(III), Th, Mo, Fe(III), Ge. Onpenesennio o.0Ba
SKCTPAKIHOHHO-POTOMETPHYECKHM METOJIOM, C H3BJIEUEHHEM rallieH-
HOBOTO KOMILJIeKCa 0J10Ba 1HKJorekcanonoM [976], e Memaior wiesoy-
HEIE H LIeJOYHO3eMesbHble sieMenthr; 1000-kparHee konuuectsa Pb,
Zn, Cd, Ni u Zr; 100-kpatunie koanyectsa Be, Al, Sb, /Bi, La; Ti,
Mo, W, Mn, Co, Cu, Ag u Mg; 10-kpaTHbie KOJHYECTBA Si, Fe u Th.
Memator Ge, Fe(I11), V(V) u Cr(VI) — oKueasioT raajient. Bansnue
¢ropa ycrpaHsiorT J0GaBJeHHeM COJMH UHPKOHHS.

Mumuoa (4-metua-1,2-1uMepKanToGeHsod; TOJY0J1-3,4-THTHO) —
TBepJIoe caerka xeJroBatoe Bemectso (r. mi. 31°C). B Boje n KHCJIBIX
BOJHBIX PAacTBOpaX JHTHOJ PACTBOPSETCH MJI0XO, XOPOLIO PAacTBOPHM
B BOJHBIX PacTBOpax WieJoyedi W B OPraHHYECKHX PACTBOPHTENIAX
[36, 486].

B HenaBHeM NpOILIOM AHTHOJ HauOo/iee UIHPOKO NMPHMEHSJH AJA
onpejenenns caenos onosa [486]. Hdurnon — cnabasi KucJsora, Iep-
Basi KOHCTAHTA AMCCOLMAIlMH KOTOPOH paBHa 4: 10— %, oH JIerko OKHC-
Jsiercss KHCJOpPOJOM BO3AyXa, o6pa3ys jucyabpui. XpaHAT AHTHOJ
B 3anasHHBIX CTEKJAHHLIX ammynax. Jljsi NMOBBILEHHs YCTOHYHBOCTH
nutHosia B pactsope NaOH (B KOTOpOM OH OGBIYHO HCIOb3YyeTcs)
BBOJSIT THOTJIHKOJIEBYIO KHCJIOTY. 3HAUHTE/IbHO YA00HEee HCMOJb30BaTh
NpH ONpeJieleHHH 0/I0BA BMECTO JMTHOJA €rO COeJMHEHHE C LHHKOM,
yeroitunpoe na sosiyxe [806]. Tlpn B3aHMOJEHCTBHM C KHCJOTaMH
HJIH 11eJI0YaMH JMTHOJATA LMHKA Bbie/sieTcs JHTHON H obpasyercs
HYXKHBI 1715 HOTOMETPHYECKOTO ONpe/e/ieH s 010Ba pacTBop.

Jlotst OTOMETPHUCCKOTO OMpeeeH s 00Ba IOTOBAT PACTBOPEL pearenTa:

0,1 2 pearenta pacrsopsior B 50 m2 1%-Horo NaOH. B xauecrse crafuax3sa-
topa noGapasior 0,3—0,5 Ma THOMIMKOJECBOH KHCJAOTHL. Ilpn xpaHenHH Ha XoJORY
pactBop ycroituns B Tevenue nenenn [486]1; 0,15%-uuit pacteop B 2%-nom NaOH
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¢ jo6aBlelHeM 5 Kanenb THOMHKOJAEBOH Kucaothi na 100 g pacrsopa. Jns ana-
JIH3a HCNOMBb3YIOT CBeXKenpHroToBaennblit pacteop [345].

HuTHON B3anmojeficTBYeT CO MHOTMMH MeTa/IaMH ¢ 06pasoBaHmeM
MaJIopacTBOPHMEIX coelHHeHHi. M3 Bopubix pacTBOpoB aAuTHOM Ocazk-
naer Cu, Ni u Co (ocankn uephoro npera), Bi (KHpNHYHO-KpacHbIii
ocajok), Pb u Sb (xkentsiii ocanok), Mo(IV) (:kenT0-3e1€HEbI 0CazioK),
W (seneno-rony6oit ocanok). Juthoa c Sn(II) o6pasyer posopo-
KpacHeli ocajlok. [lutHoa Boccranasausaer Sn(IV) u B3aHMOJeficTBYeT
C HHM, HO MEJl/IEHHee, N03TOMY €ro NpeABapHTE/1bHO BOCCTAHABJHBAIOT,
B KauecTBe BOCCTaHOBHTeNsT O6BIYHO HCMIOJIb3YIOT THOIVIHKOJIEBYIO
(MepKanToyKcycHyi0) KHCJOTY.

Ilpupona coenunenns, o6pasyiomerocs NPH B3aHMOAEHCTBHH JHTHO-
Ja ¢ 0J0BOM, H3yyeHa B [1270].

B nepBonauaibHOM BapHaHTE KOJOPHMETPHYECKOTO onpejeseHns
0JI0BA C JIHTHOJIOM IIPElyCMaTPHBAJIOCh CPAaBHEHHE HCIBITYEMOH H CTaH-
AApPTHOH CyCNeH3HH INTHOJIATA 0JI0BA B OTPAIKEHHOM CBETe [804, 805].
B stom cayuae onpenesnennio ne memaer 2%-Hoe colepxKaHHe B pac-
TBOPE IIEJOYHLIX M LIeJIOYHO3eMEJIbHBIX MeTa/oB, Mg, Zn, Al, rajo-
TeHH]-, IIHaHHA-, POoAaHHA-, 6opaT-, OKcaJar- W TapTpaT-HOHOB. PTo-
PHJ-HOHbI TOPMOSAT 06pasoBaHue OKPackH, a pocdar-HOHbI YMEHbIIAKOT
€e HHTeHCHBHOCTD. He OKasbiBaeT BaHsANMS XKeJe30 (NPH KOHUEHTPaUHH
n0 0,5%) u mapranen (zo 1%). Tlpu 7 %-noit KoHLeHTpauun HCI
B PacTBOpE CBHHEL He B3aHMOJACHCTBYeT ¢ AMTHOJNOM. HHTpHT-HOHBI
AQI0T KPacHYI0 OKpacky.

Ilpn doromerpuyeckom (horoTypGuMeTpHIECKOM) OnpesesieHHH
0JI0BA ¢ JHTHOJIOM AJIsi OGecneyeHHs CTabH/IbHOCTH KOJIIOHHOTO pac-
TBOpa JuTHO/IaTa 0s10Ba(l1) npuMeHslOT rymmuapaGHK, OHAKO HEKO-
TOpLIE€ CHHTETHYECKHE Npenaparhl «THHOJ», «qHcnep3on» [721] Gosee
e KTUBHEI.

IMTHON ¢ JABYXBaJeHTHBIM OJIOBOM pearipyer B COOTHOIIEHHH
1:2. MakcuMyM CcBeTONOIMIOWEHHS 06pasyiolerocsi KoJJIOHIHOTO
PacTBOpa HAXOAMTCS TPH 535 KM, MONSIPHBIN KOS(BMHIHEHT NOraleH s
pasen 5,8:10%, Bpems passutus okpacku 10 MmuH. Onpegenennio Mme-
waior Bi, Ag, Hg, Cd, Mo, W, F-, PO3— [345].

CpaBHuTe/IbHO® H3yYeHHe AHTHOJA H genuagayopona, kak peare-
TOB /151 (POTOMETPHYECKOTO ONPE/Ie/IeHHs 0J10BA, I0KA34JI0, 4TO nepBhIi
YCTYNIa€T BTOPOMY 1O YYBCTBHTEJILHOCTH H GOJlee MOJABEPIKEH Melaio-
IEMY BJIHAHHIO IPYTHX 3jeMeHTOB [1229].

Pearentsi, ucnosesyemsie mnpu (oTomeTpuueckoM onpejenenuu
0JI0oBa, mNpHBeJeHH B Taba. 7.

Kpome paccmoTpenmbix Bhime pearentoB s (oromeTpHyecKoro
ONpele/IeHHst 0J10Ba NpPHMEHAIOT awmpaso (2931, o-Ouanusudun w
deppuyuanud [674], npoussodmsie dumepranmomuonupona [5611,
N-0UMemuIAMUROPAYOPOH [542),  QumemunrducerenokapGamuram
Hampus [87],  Oumuson  [429, 1010, 14531,  Ausmuadumuo-
kapbamunam wampus [789), kpucmarruseckuii guoremosoiti [870],
Memuamumorosewi cunuti (541, 5421, 3-numpo-4-okcugerurapconosyio
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Ta6aunna 7
doToMeTpUUECKHE METOAb ONPejeNeHHs 0JI0Ba

PearesT A, HM e Bansinue gpyTHX HOHOB J'Il:_';e;:aa-
AnH3apHHOBHIH CH- 580 9,5.10% | Meuaer Mo [986a,
HHR 990]
Bpomnuporaanono- 515 1,8.10* | Mewaior Sb, Ag [1441]
BbIii  KpacHHi
Bytuaponamun C 560 - Memaior Ga, Sh, Cu, Hg, [627]

Pt, In, Tl, Fe
JInasuHOBLIA 3edqe- — - He memaoT 60JAbILHHCTBO [145]
uwii K aHHOHOB H 60 KaTHOHOB
5,7-Jln6pom-8-oxcu- 410 — Bi, Cu, Pb, Fe mackupylor | [409,
XHHOJIHH THOMOYEBHHOM 1324]
IIMBA®AK * 600 4,3.10* | Memaiot Al, Fe, Mn, Co, Ni | [165]
KakoTeann — — Memaer V [l!iféﬁa]
1
Kcunenoaosbiit 536 2,2.10° | He memaiotr Ag, Al, As, Be, | [30, 139,
OpaHKeBbIH Zn, Pb, Cd, Ti, W, Ni, Cu, | 542]
Co, TI, Fe(II), Se, Si.
Memasor Sb, Nb, Ga, V, Bi,
Fe(I1I), Zr, In
JlioMoranaucH 510 (1,69== | Mewaior komnaexcon 111, [347]
0,15-10% | HyC,04, NaF, 3HaunTeabHbIE
KOJIHYECTBa JIAMOHHOH H
BHHHOI KHCJIOT.
He memator In, Zn, Fe, Cd,
Ni, Sb, Cr, Co
(100 mx2/25 ma)
Mopun 415—430] 2,74.104 | He memaor Cu, Fe(1I), Cd, | [112,
Zn, As, Bi, Ca, Mg, Na, P, | 518,
30-kpaTnue KomnvectBa Ge. | 1283]
Merator Sb, Ti, Mo, W, Ta,
Nb, Zr, Th, Al, Pb, Fe(III),
¢TOPHA-HOHBI, OKCAJaT-HOHHI,
TapTpaT-HOHbI
2-Oxcunepunadrun- | 360—536| (4,48— | He mewaior consmepHMele [43]
neHon-1 5,38) .103} kosmuectsa Pb, Cu, TI.
Memator Bi (1.10—3 z-uon/ 1)
1 Sb (5.10—82-u0n/4)
8-OKCHXHHOJHH 385—390 — Memator Fe, W, Nb, Ta [91, 314,
555, 598,
876,
* | 1516]
4-(2-ITupuannaso)- 515 4,85.10% | Onpenenennto 15 mxz Sn he [1053]
Pe3opUHH mewmaioT 20 mxz Sb, 100 mxe
Fe, 1 me Bi, Ti
3'-TTupuanadayopon | 475—550 — He memator Cd, Fe(II), Pb, | [675,
. Zn, Cu (=<0,2 s/ sa) 675a]
[Muppoauausintho- | 400—440 — He wmemaior Ag, Al, Bi, Cd, | [875,
KapGaMHHAT HATPHA Cu, Mn, Ni, Pb, Sb, Zn, CI, | 1084]
NOj3", CH4CO0—, 508,
PO}~
Memaer F—




Ta6anua 7 (oxonuarue)

JluTepa-

Pearenr Ay HM e Bausnue APYruX HOHOB Typa

Popamuu B 5225 u —_ Memwaior = necATHKpaTHHE [673]
572,56 koanyecrsa Hg, Fe, Sb, Bi

Canuuuanaesamu- 415 1,61.10* | Onpenenennio 25 uxe Sn e | [356,
HO-2-THO(hEHON mewator 1000 uxe Fe(111), 952]
Co, Mo(VI]), Bi, Hg(II),
Cd, Zn; 100 xx2 V(IV),
V(V), Cr(11I), As (11D),
Sb(I11), Pb, Ag, PO}, F—;
5 mxz Cu(II)

C1uan6a3o 500—515( 5,00.10* | Mewator Fe(III), Cr(VI), [34, 210,
V(V), W(VI), Mo(VI), Al, 299, 397,
Sb, Nb, Ta, Ti, Zr. 480, 481,
He mewaror Cd, Mg; 542]

2 #2/100 ma Fe, Be:
1 #2/100 s2 As, Pb; 5x2/100 s
Mn, Ni, Co; 0,2 x2/100 ua
Cu, Bi

TerpanoameTHIeHO- 600 e Mewaior As(I11), Hg, S*—, [845]
BOro rosny6oro Ho- S0s S,03~, opranmteckue

AHR PacTBOPHTE/IH H COEJHHEHHSA
IeJI0YHOTO XapaKTepa
dnaBonos 300—406] — — [414]
Xpomstuanupason 630 4,40.10* | He mewasor 10 000-xparHbie [166]
konnuectea Al, Ge, Pb, Mg,
Ca, Ba, menounbix MeTasnos;
SHAYHTENbHEIE KOJHYeCTBa
Fe (B npucyTeTBHH ackop6u-
HOBOH Kucsotsl), Cl—, Br—,
SOf_, LIHTPAT-HOHBI; JECHATH-
KpaTHble KonnyecTBa Mo, W,
Mewaror J—, NO3"» F—

* IMBA®AK — 4-JluMeTnnamunodeni1-4’- meTuAGeHIHAaMAROP HHNAHTHITH PHAKA POH HOT,

[1452] u nuxporonosyro 8] kuciomer, nuposarnoscesil KpacHwiil
(542, 1242], muomouesuny [113, 12221" ghaagoHcyroghorosyto  Kuc-
nomy [415] u xunarusapun™ [1474)."

Jnst oromerpuueckoro” onpenesennsi 0J08a HCTIOJIB3YIOT TaKKe
o6pasoBanue TPOHHOTO coenumenus Sn—Fe—adumemunzauorcum [33,
154]; paseuTHe cHHEHl OKpacKH mNpH B3aHMOJEHCTBHH Os(VIII)™u
nupokamexurka B mnpucytetBuu  Sn(I1) [1201); karHoHubT xenat
mpuc-1,10-penanmposun—Fe(11) B npucyTcTBHH Goabmoro H36uTKa
H,C,0, [591); uOHHEIe accoumaThi, KOMMIEKCHLI AHHOH KOTOPBIX
obpasosan Sn(IV) u 3,5-unumponupoxamexurom, a KaTHOH — OCHOB-
HbIM KpacuteneM [394] (cm. puc. 15); sH60 KoMmmyeKcHBIH KaTHOH,
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Puc. 15. Kphpele CBETOMOTJIOLIEHHS 3KCTPAKTOB HOHHBIX acconHaToB peareHTOB
c 3,5-,!1]—1}!HTpOﬂHpOKaTeXHHOJTOBﬁHHOﬁ KHCA0TOd (1) B KOHTPOABHOI 1po6st (2)

cocrossmuit w3 Sn(IV) u 8-okcuxunoauua, a AHHOH — MemuA06blil
opansesoii [465]; nmGo KoMmIEKC Sn(1V) ¢ 3,4,5,6-mempaxaopo-
3" 4’ 5’ 6'-mempaokcugpayoporosn w1 3-0upenuneyanudunom 3771,
OnpeJiesieHHIO 0JI0BA B_TOCJEAHEM Caydae MEWIAIOT Al, Bi, Fe(III),
TI(I), Sb(111), Th u Zr.

B anetone SnCl, u SnCl 4 MoryT GbITb Onpejie/ieHE! GOTOMETpHYECKH
¢ nomomsio KJ [31.

Ha puc. 15 npuBejieHbl KpHBBIE CBETOMOIVIOWEHHS SKCTPaKTOB
pearentoB ([—IX) ¢ 3,5-IHHATPONHPOKATEX HHOJIOBSHHOH KHCJIOTOH
(I) 1 KOHTPOJIBHOH MPOGHL (2). B xauecTBe peareHTOB HCMOJBb30OBAHBI:
| — GpUAJHAHTOBEI 3eJIEHbIH, 1] — meTu/ioBbI uonetoswlit, [1] —
MaJaXHTOBHII 3esenbiit, [V — HHJAbCKHH roay6oit A, V — MeTHJIEHO-
Buit roay6oit, VI — OCHOBHOH rony6oii, VII — denocadpannt,
VIII — popamun B u [X — pojamun 6)K. Tpuuem B KauecTBe 3KCTP-
areHTOB NPHMEHSJIH YeTHIPEXXJIOPHBIH yIJIepol (I u III), Genson
(11, 1V, VI, VIIT n IX) u xnopodopm (Vu VII).

Jlpyrue mMeToAbl

Jlisi TypOMAMMETPHYECKOTO ONpejesieHnss 0/0Ba HCMOJb3YIOT B
KauecTBe DEareHTOB OPraHHUYECKHe NPOH3BOAHBIC MMLIIBAKA. Perun-
apcorogyto Kucaomy AJsi TyPOHAHMETPHIECKOTO onpejiesieHus 0J10Ba
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NPHMEHSIIOT NMpH ananuse cBuHna [1465], anomuHMs, Maruus u ux
cnsiaBos [1033], mean n ee cnasos [787]. las onpenesenus oJi0Ba
B MEJH PEKOMEHJOBaH MeTol ¢ 3-Humpo-4-okcubensourapconosod Kuc-
aomoii [867].

Tleppasi W3 ONHCAaHHBLIX B JIHTEpaType METONHKA Olpeie/eHHs
osioBa ¢ moayor-3,4-0umuorom [804] Guira npepsioxena B Hededomer-
puueckom BapuanTe. Onpejesnenne nPOBOJAT NPH CPABHEHHH HCTIBITYe-
MOro M CTaHAApPTHOTO PacTBOPOB (cycneH3ui) AuTHONaTa oJsosa(ll)
B OTpaxeHHOM cBete. [lisi HedesOMETpHUECKOTO ONpENeJeHHS 0JI0Ba
TaKXKe HCnoJb3yior Kyndepon [1032].

B paGorax [71, 628] onucanb! MOMHHECLEHTHbIE METO/IbI onpejeJe-
HHSA 0J10Ba. DJyopecleHIHIO XJIOPHAHBIX M OGPOMHIHBIX KOMILJIEKCOB
Sn(I1) u Sn(IV) B creknooGpasusix 7,6M pacrBopax HCl u HBr
npu 77°K HCONB3YIOT A5t SKCIIPECCHOTO OmpeiesieHHsi onoBa [59].
MaxcumyMbl crieKTpoB duyopeciennnn pactsopoB Sn(I) u Sn(IV)
HaGmonatorest npu 440, 585 u 608, 635 #m cootsercTBenHO. UyBeTBH-
TeJbHOCTh aHasiu3a B pacteopax HCl u HBr pasua 1,2 u 120 mxe/ma
ansi Sn(I1) u Sn(IV) coorsercTBenHo.

Psijl MeTon0B ¢uiyopecienTHOTO onpejeneHusi 0J0Ba OCHOBAaH Ha
NPHMEHEHHH OpraHHYecKHX peareHToB. B consmokmucaoii cpene Sn(1V)
06pasyer ¢ MOpUHOM KOMILIEKCHOE COeJIHHEHHe, dbayopecuupyouee
B Y®-cBere seseHnM uBetoM [114]. MakcHMmanbHAasi MHTEHCHBHOCTD
¢ayopecuennun nabaopaercs B 0,04—0,06N HCl. Veeauuenue Kow-
uentpaund HCl npHBOAMT K yMeHBIIEHWIO HHTEHCHBHOCTH ¢dayopec-
UCHUHH BIVIOTH JI0 MNpaKTHYeCcKoro ucyesHosenuss ee (0,2N HCI).
OnTiMalbHast KOHUEHTPAlHSi MOPHHA B aHAJH3HDYEMOM pacTBope
0,005%. Onpexenenmio memaior Fe(I11), Sb(V), Mo(VI), W(VI),
Al u F~, nostomy Hx Heo6XOIMMO OTHENSIT.

OKCTPAKIHOHHOE OT/EJIEHHE 0JI0BA B BHJIE HOJHAA 0JI0BA TO3BOJIHIO
CYLIECTBEHHO YNIPOCTHTH METONHKY (hIyOPOMETPHUECKOrO Ompenesnenus
0J/I0Ba C MODHHOM IIDH 3aHA/IH3€ MHHEPAJbHOTO CHIPbSi, CONEPIKALLEro
0,006—0,4% Sn [629].

Komnaexcuoe coennnenne onoa(IV) ¢ 8-oKcuxunoaunom, sKkcrpa-
rHpyomeecs xJopopopmom npu pH 2,7—5,6, duyopecunpyer B Y-
cBeTe KesTo-3esieHbM 1BeToM [112]. Jlas KosHuecTBeHHOTO H3BITeue-
Hist 1,0—15 mxe Sn B ykasanHoM HHTEpBaje pH nmocrarouno 3 ma
0,5%-Horo pacrBopa 8-0KCHXHHOJIHHA B xJopodopme. Payopecuent-
HOMY ONpEJIeIEHHIO 0JI0BA B BHJE OKCHXHMHOJHHATA OJIOBA MEMIAlOT
In, Fe(I1I), Al, Zn, Cu, Ge(IV) u ap.

Ipepnoxen [1241] npocroit u uyscTBHTENBHBIH (~10~° 2 Sn)
METOJ OmpeJieJieHHsi 0JI0Ba, HAa Pe3yJIbTATHl KOTOPOTO NMPaKTHYECKH He
BJIHSIET HCXOJIHOE BaJIeHTHOE COCTOSIHHE 0JI0Ba. MeToj OCHOBaH Ha W3-
MEPEHHH HHTEHCHBHOCTH (J1yOpecleHIHH KOMIJeKca OJIoBa C 8-0KcCu-
XUHOAUH-I-CYabghoKucromoti B BogHOM pactBope npu pH 4—5,2. Hu-
TEHCHBHOCTH Quiyopecuennun (npu A=>510=-515 M 1 1J1HHE BOJHBI BO3-
Gynaioitero cgeta 360 H.a) NPONOPUHOHATBHA KOHIEHTPAILHH OJOBA B
npenenax 0,005—0,25 mxe/ma, nocturaer makcumyma uepez 10 wmun,
nocsne NpHGAB/IEHHS peareHTa W OCTaeTCsl NOCTOSAHHON B TEUEHHE He-
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CKOJIBKHX vacoB. WnTeHcHBHOCTb (uiyopecileHllHH NOBhLIaeTcs B 3Ta-
HOJe, MeTaHoJe, AHOKCaHe H JHMeTHiIhopMaMuie.

duiyopecieHIio aMMHAYHOTO pacTBopa 6-Humpo-2-HapmuAamMun-
8-cyavgpokucaomer B npucyteTBid Sn(11) uenoapsylor s onpejeseHnst
nocsielHero B MeHoM cnase [667 ). BesencTBre noAaBaeHH ¢ayopec-
HeHIHH TOCTOPOHHHMH KaTHOHAMH (QJOBO TpEIBAPHTENLHO OTAE-
JISIIOT.

B cpene 0,1—0,5 N H,S50; ¢paasonoa o6pasyer ¢ Sn(IV) Kommiex-
CHOe coelHHenHe, aakollee ronybyio uyopecueniyio B Y O-csere [816].
Jlyumme pe3yabTaThl MOJYYAIOT MPH OCBELIEHHH pTYTHO# JIaMMoii,
cHAGKeHHOH CBeTO(GHIBTPOM, MPOMYCKAIOUHM CBET C JITHHOM BOJIHBI
405 #mM, MAKCHMYM B crieKTpe (uiyopecleHIHH JIEKHT NpH A=470 HMm.
IpoBenenye yKa3aHHO#H peakuuy B 33 9%-uom pactBope N,N-iumeTH-
dopMamua obecrieuHBaeT Jyulyio PacTBOPHMOCTb KOMILIEKCHOTO Ot
JuHeHHst W GoJiblIyI0 CTaOHJIbHOCTE HHTEHCHBHOCTH (h1yopecueHIHH.
OnTumanbHas kucaoruoets 0,12 N H,S0, (pH 1,25—1,45). Ornoiue-
HHe 0J0Ba K (IaBOHOJY B KOMIJIEKCE paBHO 1 : 1. OnpenensieMbie
konuentpauun 0,1—3,0 mxe Sn/us. B yKasaHHBIX yCJIOBHAX OHO-
BPEMEHHO C OJIOBOM (u1yopeciupyer nupKouuii. OnpejiesenHio MemaoT
Mo, F~ u PO3—. MeToj1 HCNIO/IB3YIOT 151 OMPEEIeHHs 0/10BA B CHJIHKAT-
upix mopogax [1000].

3,4’ 7-mpuokcugpaason obpasyer ¢ Sn(IV) dayopecuupyoumi
KoMIlJieKe. MakcHMyM BO30ya/IeHHs peareHTa HaXOLUTCA MPH 377 um,
KOMIieKca — npu 427 wam; MakCHMyM (ayopecleHiHH 3,4',7-TpHOK-
cuduiapona Habmofaercs npu 485 Hm, KOMILIeKca — NpH AT8 HM.
TIpH BbiZIe/IeHHH OJIOBA H3 AHAJH3UPYeMbIX 0GBEKTOB (nouBbl, MHHEpA-
Jibl, PAacTHTE/bHbIE MaTepHaJlbi) SKCTpakiueli B BHAE SnJ, TOMYOJIOM
(9N H,SO, B npucyrctuu KJ) onpeneneHuio 1 mke Sn He MemaioT
1 mxe Sb u Ta; 10 mxe W, Ga u Nb; 100 uxe Al, Ba, Sr, Hf, Zr,Ge, Be
u Bi; 1 mr As, Zn, Tl, Mo, Si, Au, P, Ce u 10 xe Fe. UyBcTBuTEJIb-
nocts onpeneaenusi 0,02 mxe Sn (c ommbkoit +10%) [897].

@J1yopeceHIHIO PacTBOpa KOMILIEKCa oaosa(IV) ¢ podamuron C
B Gensose npu 580 wm (Bo3Byxjaiouee Haayuenne 565 wu) HCMOAb:
ayior aas onpenenenns 0,002—0,1 % Sn B cnstaBax Al m Mg, cozep-
xauax Cu, Mn, Si, Zn u Fe [1224].

ITpenJioxen JIIOMHHECIEHTHBIH METOJ ONpeje/eHHs Sn(Il) B mpu-
cyrereun Sn(IV) [132al, ucnosbsyrownii JIOMHHECUEHLIHIO Sn(II)
B OpraHMYecKHX pacTBopax, B KOTOphiX Sn(IV) cnocoGHOCTBIO JIOMH-
HecuHpoBaTh He o0Jajaer.

H3yueHo BIHSHHE TEMIIEPATypbl HA CMEKTPhI H BLIXOJL JIOMHHECICH-
LHH pacTBoOpoB coueit osioBa [60, 61]. PesyabraThl HCC/€N0BAHMS IO
MHHECIeHIHH pactBopoB coseit osoBa(ll) npuseiens B [581.



®H3HYECKHE METOJbI

DoToMETPHS NAAMEHH, aTOMHO-a0cOpPOUHOHHbIE
H aTOMHO-(/yOpecueHTHBIE METO/bI

Metoanl amuccHonHOW oTomerpun naamenn [982], mamenmme
LIHPOKOEe pAacrnpocTpaHEHHEe B aHAJHTHYECKOH NMpakTHKe moc/ie 1945 r.,
PEIKO HCMOJBb3YIOT VIS ONpee/ienus 0/0Ba. YyBCTBHTEBHOCTD Ompe-
JeJIEHHSA MO aHAJIMTHYECKHM JHHHAM atoMa Sn 303,41 u 317,50 am
paBua 1 mre/ma [83]; mo kauty MoseKyaspHoit nosocs SnO npu
348,5 wM nonyueHa Takas ke yyBCTBHTeJbHOCT [83, 440]. B miamenu
CMeCH BOJIOPOJia ¢ KHCJIOPOZOM OJIOBO MOKeT ObIThb ONPEEJNEHO ¢ YyB-
CTBHTENbHOCTBIO n-107" mke/ma [1389]. B nuamenax Bos6yxpaiorcs
TaK)Ke aHaJIHTHYECKHe JIHHHH 0JI0Ba C JJIMHON BoaHbl 284,00; 286,33;
300,91; 326,23; 333,06 u 380,10 wu; H3MEPEHHSI MOXKHO MPOBOIHTH H
10 KaHTaM MoJeKyJaspHbIX mosioc SnO npu 326,2; 332,3; 338,8; 341,6;
358,5; 369,1; 372,1; 383,3; 386,5; 398,4 u 485 um (440, 506].

Jlunua Sn 254,7 Hm WHTEHCHBHA JIMIIb B BOCCTAHOBHUTEJNbHOH 30He
JIaMeHH CMECH aleTHJeHa C KHCJOPOJOM (BO BHYTPEHHEM KOHYycCe H
BGiH3H Hero) [835].

3HaunTeNbHO Goslee IIHPOKOE HCIOMB30BAHHE B AHATHTHUECKO!
NPAaKTHKE B MOC/IEIHHE TOJbl HAXOAAT METO/Ll ATOMHO-aiCcopGIHOHHOrO
onpezesenus ojoba. HcnonssoBanue atomHoii aGcop6uuu B mIaMeHH
1103BOJISIET NIPOBOJUTD ONpeJeseHHe 0/10Ba B LIHPOKOM JHANa30He KOH-
UEHTPAUHMA H COYETATh JAOCTATOYHO BHICOKYIO TOUHOCTb H SKCIIPECCHOCTD
aHaJIu3a.

B kauecTBe MCTOUHMKA «IPOCBEUHBAIOLIETO» H3MYYeHHs IPH Ompe-
AeJIEHHH 0/10Ba OObIYHO NMPHMEHSIOT JIAMIIBI C MOJBIM KATOLOM [977,
1506a]. Jlamna ¢ nosibiM MeAHBIM KaToJOM, MOKPHITHIM OJIOBOM C 0-
NOJIHHTE/IbHLIM PaspsijloM (aHaNHTHYECKHe JIHHHH Sn 224,6 u 235,4 am),
TN03BOJIKJIA YBEJHYHTh HHTEHCHBHOCTD JIMHHH 010Ba B 70 pas 1o cpas-
HEHHIO ¢ OOLIYHOM JIaMMOH ¢ MOJIEIM MeJHBIM Katogom [776]. TIpexvio-
HEHO TaKye MHCMOJIb30BATh MPH OMNpEleNeHHH 0JI0Ba KCEHOHOBYIO
Jamny co cniomHbiM criektpom [1170]. Xopomme pesyabratst nosy-
YeHbl NPH NPHMEHEHHH Ge33JIEKTPOLHON BHICOKOYACTOTHON pa3p SOl
Jamiel ¢ Hecymed gacroroit 2450425 Mey w uyactoToii MOAyJAAUHH
umnyabcamu [T-o6pasuoit dopmer 50 2y. Diekrpuueckas MOLYJISLHS
CIOCOGCTBYET yBe/lHYeHHI0 CTaGH/IBHOCTH CNEKTpa, a IPKOCTh B 60—
1250 pa3 Bbiwe, yeM SAPKOCTb JIAMII C TOJIBIM KATOIOM. [Tpu ucnoas3o-
BAHHH TAKOH JiaMIbl 4yBCTBHTE/JIbHOCTb ONpPENE/ICeHHS 0J0Ba MOBbILIA-
ercd, a JiMHeHHas 06JacTb rpaiyHpOBOYHON KPHUBOi OXBaThIBaeT 60Jib-
WHH HHTEPBAT KOHIUEHTPALHil, YeM B CJAydae HEMOJYJHPOBAHHBIX HC-
TOYHHKOB [753].

a5t nepesesiennsi 0/10Ba B aTOMapHOE COCTOSIHHE TPENJIOKEHO HC-
TI0/Ib30BATb pasJqHYHBIE IIJlaMEHa cMecel Bojopoia c Bosgyxom [753,
977, 1188, 1322, 13231, aueruniena c Bo3nyxom [84, 809, 1111, 1119,
1155, 1394 ], Bogopona ¢ 3akuchio asora [1504], auerusiena ¢ 3akHcbio
asora [271, 661, 741, 761, 974, 1038, 1074, 15031, Bogopox — asor
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c posnyxom [1045], kneaopon — asor ¢ anernienom [661], anerune-
Ha ¢ kucaopogom [1506a ], Bojopona ¢ kncsopoom [776]. OGuapyixe-
HO, YTO B [VIAMEHH CMECH METHJIALeTHJIEHIPONaH/IHeHa ¢ 3aKHCBIO a30Ta
osi0B0 He norsomaer cera [1157]. BricokoremneparypHule nJjameHa
cMeceil aleTHJieHa ¢ 3aKHCBIO a30Ta H alleTHJeH — a30T ¢ KHCJI0POIOM
(2900°C) nosBouisitor ceaaTh pe3yJ/bTaTkl aHa/1H3a MEeHee UyBCTBHTE/b-
HEIMH K pasjuH4HeiM rnomexam [661, 7411].

YyBCTBHTENILHOCTb ONPE/IC/ICHHS OJI0BA B IJIAMEHH CMECH alleTHJe-
Ha € 3aKHCBIO a30Ta BhLIILE, YEM B cJyyae aleTHsena ¢ sosayxom [1503].
ITpumeHenHe MJIaMeHH BOJOPOJA — BO3AYX obecneuuBaer GOALIIYIO YYB-
CTBHTE€/IbHOCTD OIPEJE/ICHHS 0JI0BA, YeM B Cjyuae MJaMeHH alleTHJEeHa
¢ 3aKkucbio azora [10581], HO noMexXH OT MOCTOPOHHHX BELIECTB B 3TOM
IVIaMEHH 3HAYHTEJIbHO GoJibllle, YeM INPH HCIIOJb30BAHHH [J1aMeHH
auerunen — Bosiyx [1045, 1188]. Umerores, ognaxko, ykasauus (9771,
UTO MPH TPHMEHEHHH BOJOPOJHO-BO3AYIIHOTO TJIAMEHH OIpe/IesieHHIO
onoBa He Memalor 6 me/ma Fe u 2 me/ma Al, As, Re, Bi, Ca, Cd, Cr,
Li, Mg, Mn, Ni, Sb, Pb, V u Zn.

Ilpn ucnosb30BaHHH NJAMEHHM TNpEABaPHTENBHO CMEIlaHHbIX Ar—
H,; 1 N,—H,, cBoGO/1O ropsiuux B BO3yXe, YCTAHOBJEHO, YTO KPeM-
HHH YMEHBINAET ONTHYECKYIO MJOTHOCTb NJIAMEHH, a JKeJe30 YBeJIHYH-
BAeT €e I10 BCeM aHaJIHTHYECKHM JHHUAM oJioBa. Tak, 1% norJowenus
csera B orcyrciBue FeCly no annuam 224,6; 2354 u 286,3 #m coot-
BeTCTBYIOT KoHuentpauuu 0,33; 1,76 u 0,70 sxz Sn/ma coOTBETCTBEHHO.
B npucyrcreun FeCly cooteeTcTBYIOMME KOHIEHTPALHH 0JI0BA CHHIKA-
toresi jo 0,12; 0,63 u 0,29 mxe/ma. Kpome rtoro, no6asnenne FeClg
K aHaJM3HPYEMOMY PacTBOPY YCTPaHMET BJHSIHHE APYTHX 3JEMEHTOB
(3a nckumouennem Bi, Ce, Pd u V). [Nostomy B ananusupyembie pacTso-
pol pekomenayior BeoauTh FeCly [1204].

B cayuae, Korzia B KauecTBe ropiouero rasa npH aroMHo-a6cop G1HOH-
HOM METOJI€ OTpeJIeJIEHHs] 0J10Ba HCNOAb30BAJIH AlETHJIEH, HAXONSALLHIi-
¢s1 B 6aJlIOHe B BHJIE PacTBOPa B alleTOHe, Gbliia 0O6HApYKeHa 3aBHCHMOCTD
TOTVIOLIEHHS] CBETa OJIOBOM OT CTeNeHH 3anoJHEeHHOCTH GaJiJlIoHa Ta3oM.
B nuiameny auetusien — BO3AyX INOIVIOLIEHHE CBETA 0JIOBOM BO3PACTAeT
NpH YMEHbIICHHH JIaBJIeHHs alleTHIeHa B GaJioHe, KOrja ras cojep-
HHT MHOTO napoB auerona [1155]. MakcuManbHylo 4yBCTBHTENBHOCTh
Onpejie/ieHHsi 0JI0BA B MJaMeHH alleTHJeH — BO3JAYX MOJyYaloT IpH
HCIIO/Ib30BAHHH KONTSIIETO nJaMeHu [84].

Pas/inunbie Bemiectsa, cojepikaliuecs B aHAJH3HPYEMOM DAacTBOpE
0JIOBa, 0-Pa3HOMY BJIHSIOT HA MOTJIOUMICHHE CBETa atoMaMH OJIOBA B
naameny. Tak, asothas KuC/OTa NOUTH HE OKasblBaeT BJAMsiHHS, (oc-
(opHasi H cepHas KHCJOTbl CHHIKAKIOT Pe3yJbTaThl ONpejesieHHs 0J0Ba
B JIaMeHH BOA0poA — Bo3yX. lllesiouHo3eMenbHbIE MeTaIbI (328 HCKJTIO-
ueHHeM OapHs) H THTaH YBeJHYHBAIOT, 4 AJIOMHHHIl YMEHbIIAET MOTJIO-
LIeHHe cBerta atoMaMHu oJiopa [1045].

B nnamenn Bonopox — kucaopon a0 4% HCl u HBF, ne chuxaior
NOTJIOLIEHHE CBETA aTOMAMH OJIOBA. YMEHbIIEHHe MOIVIOWEeHHs HabJo-
naercsi B npucyrersud HNOy, H,SO, n H,PO,. Hesnaunrennno sau-
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SIIOT Ha pe3yJbTarhl onpepesnenuss osoBa 1 wme/sa Pb, Ca, Zn u Ni
(MakcHMa/ibHOE OTKJIOHEHHe pe3yabTatoB 2—49%) [776].

[Ipu onpepmeseHuHn 0/10Ba C HCHOJIB30BAHHEM ILIAMEHH alleTHJIEH —
BO31YyX (BOCCTAHOBHTE/BHOE IJ1aMsl) INIPHCYTCTBHE KaJHF BLI3LIBAET
yBe/HYeHHe OTc4eToB Aas osoBa Ha 8—12%. [Tostomy B npucyt-
CTBHH KaJHf DPEKOMEHAYIOT METOJ M00ABOK HJIH METOJ BBeJIeHHS KaJlHs
B crajapTHele pactBopwl [1119]. o5t osoBa (Kak u Aas psiia APyrHX
METaJIJIOB, HMEIOIIHX Maaylo CTeleHb ATOMH3aLUMH B IIaMeHH H 00Jib-
IIYI0 3HEPTHI0 CBSI3H METa/l — KHCJIOPOJ) I[OJYYeHO YBeJHYyeHHe
YYBCTBHTEJILHOCTH NPH NOCTYIJIEHHH €ro B MJaMsi B BHAE (PTOPHIHBIX
KOMILJIEKCOB HJIH COEIHHEHHH, B KOTOPLIX MeTaJul CBA3aH C aTOMOM
yIJ1epojia, 110 CPaBHEHHIO CO C/1yYasiMi BEEIGHHS 0JI0BA B BHIE OOLIUHBIX
HJII OKCHCOJIeHl, a8 TaKxKe KOMIIEKCOB, COJIEpsKAIIMX JIMIAHIbl C aTo-
MOM KHCJIOpPOja Kak jonopom [1343].

[lpy  aromMHo-aGcOpOLHOHHOM — OMPEJAETEHHH OJI0BA HCIOJbL3YIOT
meseBeie ropesaks (80x0,5 sm) [1504 ]; kOMOHHHPOBAHHYIO TOpeJKY-
pacrbLlIHTe/Nb ¢ KIOBETOll M3 OKHCH aJIOMHHHSI, HarpeBaeMoil B Tpy6-
yatoii neyu o 1000—1200°C [1291, 1293]; aGcopOuHOHHEIE KIOBETHI
H KoJibleBble ropeakd [1009].

AHa/M3upyemoe BelecTBO HCMAPSIIOT TAKKe M3 THIVIS, NOMELIeHHO-
ro BHYTPb a0COPOLMOHHON KIOBETHI-TPYGLI, o0orpesaeMoii miame-
Hem [803].

Hsyueno BiMsinMe I'DAJHEHTOB TEMIEPATYPLl HA NPOCTPAHCTBEHHOE
pacnpejieJieHHe HEHTPaJbHLIX aTOMOB B KioBeTe., PeKOMeHioBaH KpH-
TepHi BLIGOpA ONTHMAJIbHON JJIMHBEL KIOBETH B IEJSAX IOJIyYEHHS MaK-
CHMaJIbHOH YyBCTBHTEJILHOCTH B 32aBUCHMOCTH OT TIOJIOXKEHHS 30HBI MAK-
CHMaJIbHOTO TIOTJIOWIEHHS M 30HBI, TJe H3MepsieMasi ONTHYecKas IJIOT-
HOCTb PaBHa TIOJIOBHHE MAKCHMAaJbHOH ONTHYEeCKOH miaorHocTH [669].
Yeranosaeno takxke [1293], yto onTHMasnbHBII HAKJOH TOpPENKH MO
OTHOLUEHHIO K KioBete (25—60°) saBucut ot anamerpa nocienueii. C po-
CTOM KOJIHYECTBA TOPIOYEro B IJIAMEHH IOIVIOMICHHE CBETa aTOMaMH
0J10Ba JIOCTHIaeT MaKCHMyMa, a 3areM Iajaer.

ITpu onpenenenuu 010Ba aTOMHO-aGCOPOIMOHHBIM METOOM HCIOJb-
3YIOT TAKMKE H HEIIaMeHHBIe aTOMH3aTOphLl — moawil Kartox [11621],
rpajutoByto kioBery [238] u rpaduroBwii crepenn [1304]. .

Ilpu aToMHO-aGcOpOIHOHHOM OIpe/iesieHHH 0JI0BA HCTOIb3YIOT aHa-
JINTHUECKHE JIHHHH 3TOro 3jementa 224,61 wu [741, 776, 974, 1188,
12041; 233,48 nm [741]; 235,4 um [776, 12041; 242,17 u 270, 65 umn
[7411; a Takxe 286,3 #m [977, 1204]. B 3aBucuMocTH OT o6JacTH
KOHIEHTPALKiA 0JI0Ba H3MepeHHs! NPOBOUAT M0 PA3JHUHBEIM JIHHHIM:
224,61 wm — 0—4%Sn; 270,656 wm — 4—8%Sn; 23348 um —
8—19%Sn; 242,17 am — 19—80%Sn [741].

YyBCTBHTE/IBHOCT  ONpeJieJieHHsi 0JI0Ba aTOMHO-ab6cop6IIHOHHOM
crnekTpodoToMeTpHell XapaKTepH3YIOT CJIeAYIOIIUMH JAHHBIMU (MKe/MA):
9,0 [84], 5,0 [4401], 34 (weseBasi ropeJika, naams BOAOPOJ — 3aKHCh
asora), 3 (Ta e rope/ka, IJams aleTHJeH — 3akuch asora) [1504],
0,5 [2711 u 0,16 [1168]; npu npumenennu Kiosetn u3 Al,O4 nosyuena
yyBcTBHTENbHOCTE 0,04 mkz/ma [1323].
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HyBCcTBHTEILHOCT  aTOMHO-a6COPGLHOHHOTO OIpeJIeJIeHHST  0J10BA
MOKeT ObiTh IOBEIIeHA NPH NPHMEHeHWH anadparM Ha KOH/IeHCop-
HbIX JIHH3AX )il BbIAEJEHHA ONTHMaJbHON 30HbLI naamenu [985].

B pasimunbix ofbekTax 0AOBO onpexesior IIPH KOHUEHTpanusx
a0 80% [7411]; 2—50% (BocnponssoniMocTb 1—2%) [1113]; 0,005—

% [1035, 1301, 13481; =0,001% [9741; (1—2)-10~4% [953, 1034,
1506a . Ipu ncnonb3oBanun rpadHTOBOI KIOBeTh noJsiyuena euie GoJee
BbICOKAasi YyBCTBHTEJIbHOCTL [238].

Onxcano onpexenenne 0/0Ba aTOMHO-aGCOPGLHOHHBIM METOIOM B
reoJIornyeckHx obpasuax [741, 977, 1323], KOHLeHTpaTax [741], .
arMoceprbiX yactuiuax [1005], meoprammueckux cuaMKaTax (1087,
11101, amomunuii-kesneso-uuKe/ieBrx crsiaBax [761 ], WHHKOBBIX clia.
Bax [271, 1394], mean u ee cnnasax [776, 1035, 1038, 1168, 12041,
cBunue [935], cBuHLOBLIX cnnaBax [776, 1036, 11661, amoMunueBbIX
cnnasax (2711, turanoBeix cnaasax [1095], mHPKOHMEBBIX chiaBax
[776, 13481, xectu [809], coexunenusix IUIYTOHMSI, ypaHA H PeaKTH-
BaX, MPHMEHFEMbIX I HX XHMHYeCKOH o6paGOoTKH B mporecce Mnoj-
FOTOBKH K aHanudy [9531, uyryme, xenese, cranm [271, 88I, 974,
12041, deppochanuun [1110], cepebpsirom npunoe [1120], noaurpa-
praeckoM Meranne [949], nepekucn Bogopoaa [650] u MOTOPHOM MacJie
[1258].

IIpensioxen aGeonoTHbI MeTon onpexesenust KOHIEHTpauHH Me-
TaJIJIOB (B TOM YHCJIE 0JIOBA) 110 OTCYETY npubopa Ge3 npUMEHeHHs1 cTaH-
naptoB [839]. DkcnepumentanbHEle JaHHBIE AJs 0J10BA OTJHYAIOTCS OT
TEOPETHYECKH DPACCYHTaHHBIX MeHee YeM B 2 pasa.

Artomuas duyopecuenthas oTOMETPHS NAAMEHH JIS AHATHTHYUECKHX
nesieii Obliia Briepsbie npuMenena B 1964 r. Merton npejycMaTpHuBaeT
pacneliense npoGul B IJ1aMs /sl [IePEeBeJIeHHsT ATOMOB 0J10BA B OCHOB-
HOE€ COCTOSIHHE, KaK M IIPH H3MEPeHHH aTOMHOH aGcopOLMH, OJHAKO B
AAHHOM C/lyuae H3MEepAIOT He IOIVIOUeHHe CBeTa, NPOMIEAIIETo Yepe3
[I/IaMsl, & MHTEHCHBHOCTb CreKTpa (wIyOpEeCHeHUMH IJaMEeHH, BO3HH-
KaIOIeH NPH OCBEIEHHH €r0 IIOCTOPOHHHM HCTOUHHKOM. ITpumenenue
9TOTO METOJA OKa3a/oCh, B YAaCTHOCTH, NEPCHEKTHBHLIM ISl ONpeje-
Jenns onosa [1497]. Merox aromuo-¢myopecuenthoii CNEKTPOCKOIHH
C HCTO/Ib30BAHHEM B Ka4eCTBE MCTOYHMKA CBETa Ge33/eKTPOAHBIX pas-
panHbiX aamn [827] npumensior aas OTIpeJIeJIeHHA OJIOBA MO JIMHHSAM,
pacnosoxertbM B o6macti 220,0—380,0 wu [754 1. TTo aunuu 303,4 wu
NOMTy4eHa 4YyBCTBHTEJLHOCTb B NJAMEHH CMECH aProH — KHCJOPOA C
Boxoponom, pasxas 0,45; 0,15 u 0,12 mxe/ma npH HCNOAB3OBAHHH MO-
AyJIATOpA CBeTa, PACIOJIOKEHHOTO MEXy IJIAMEHEM M MOHOXPOMATO-
POM, MEXKJly HCTOUHHKOM H IJIAMEHEM H B CJIy4ae 3JeKTPHYECKOit MOLy-
JIALHA COOTBETCTBEHHO. 3aMeHa aproHa Ha a30T B 3TOM IIAMEHH Bbi-
3bIBAET yMeHblIeHHe (uiyopecuenunn B 2,2 pasa. B nuddysnoM naa-
MEHH CMECH aproH — BOJOPOJA MAaKCHMAJbHYIO MHTEHCHBHOCTH HMEET
nuHus 317,5 Hm, onHAKO cHrHAN OT Hee B 2,4 pasa MeHbIle, YeM B MnJa-
MEHH CMECH aproH — KHCJ0poz ¢ BogopozoM. Eme mensue (B 5,7 pasa
no suuuu 317,5 HM) dayopecuenunst B BO3AYIIHO-ALETHACHOBOM MJ/1a-
MeHH. OTMeyeHa 3aBHCHMOCTb HHTEHCHBHOCTH CIEKTpa cayopecieH-
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IIHH OT PeXHMa TOPeHHs TJaMEHH H OTCYTCTBHE CYIIECTBEHHOH 3aBil-
CHMOCTH OT 30HHI MiaMeHH. [IpH npHMeHEHHH MJIaMeHH CMecH aproH —
KHCJIOPOJL ¢ BOJOPOJOM C 3alMTHHIM MOTOKOM a30Ta YJaJoch JOBECTH
YYBCTBHTEJIbHOCTb onpeaenenus o 0,1 mxeSn/ma npu coxpaHeHuu
JIMHEHHOCTH I'PalyHPOBOYHO KPHBO# 10 KOHUEHTpauuu 250 mke Sn/ma.
[Ipu KoHUeHTpauHK B pacTBOpe 5 MxkeSn/ma CTaHAAPTHOE OTKJIOHEHHE
pasuo 2,1 %. M3 34 snemenrtos, no6asienusix B 100-KpaTHOoM H36HITKE,
onpeneneHHio oJoBa Memaior Tosbko Ca, Mn, Mo, Sr u U.
CpaBHeHHe WHTEHCHBHOCTH aTOMHOI (WyopecleHIlHd 0J0Ba, a
. Takxe Cd, Ga, Fe, Pb u Tl, B niamenu BojOpoa—BO31YX IPH HCIOMb-
30BaHHH TOPEJIKH ¢ KaMepoH pacnblieHHs H KOMOHHHDOBAHHOH TOpeJi-
KH-pacneyinTess, o6pasyiomeil TypOy/JeHTHOe MNuaMsi, [10KasaJjo, uTo
B MOC/ELHEM CJyyae HHTEHCHBHOCTb (WIyOpPECLEHLIHH IJs BCeX H3Yy-
YEeHHBIX 3JEMEHTOB BhIe B 2—3 pasa (3a MCKJIOUEHHEM »Keje3a, JJIs
KOTOPOI'0 OHa NPHMEPHO OJHHAKOBA).

[Ipn ucnosb3oBaHHH TOPEKH C KaMepoll paciblIeHHs H pacriblie-
HMH PACTBOPOB BO3LYXOM, apTOHOM WJIH a30TOM HaHGOJIbIIAS HHTEH-
CHBHOCTB (JI1YOPECLeHIIHH /I 0JIOBA MOYUeHa ¢ BO3JyXOM, MeHbIlas —
C aproHOM H HaHMeHbluasg — ¢ asotoM [745].

Ipu wncenenoBanuy XeMHJIIOMHHECLUEHIHH aTOMOB OJIOBA B alleTH-
JIEHOBLIX IJ1aMeHaX, MHTAeMEIX CMeCbl0 aproH — KHCJAOpoj, obHapy-
JKEHO T-KpaTHOe TOBBILEHHE YYBCTBHTENLHOCTH (JMHHHA 2355 HM)
B NPHCYTCTBHH 20-KPaTHOTO KOJIHUECTBA aCKOPOHHOBOH KucaoThl [654 1.

Meron aroMHO-uIyOpeCIeHTHOH CNEKTPOCKOMHH Hapsay C METOJ0oM
aTOMHO-a6cOpOIHOHHON CNEKTPOCKONHH, YiKe Hamenueld MpHMeHeHHe
IJISL OTIpEJie/IeHHs] OJIOBA, SIBJISIETCS NMEePCNeKTHBHLIM 1O CBOEH YyBCTBH-
TEJIbHOCTH, TPOH3BOJIHTENBHOCTH M TOYHOCTH.

CnexkTpajibHble MeTOjbI

CnekTpasbHble METOJIBI ONpefeseHus 0J0Ba 06JajaioT JOCTATOYHO
BBLICOKOH OTHOCHTEJIbHOK U a6COMIOTHOMH UyBCTBHTENBLHOCTBIO (B HECKOJIb-
KHX JIeCATKaX MHJJIHIPAMM BeLlecTBa MOXKHO OGHapy»KuTh 1o 10~ —
10~5% Sn). BeicoKasi 4yBCTBHTENBHOCTb, IKCIPECCHOCTL METOAd, a
TaKMe JIOCTYNHOCTb M OTHOCHTEJbHAsl JEIUeBH3HAa anmnaparypel, BO3-
MOXKHOCTb OJIHOBPEMEHHOTI'O ONpEJEJeHHs PAAa 3JEeMEHTOB crnocoGCeTBO-
BaJi¥ IHPOKOMY PAaCHPOCTPAHEHHIO CNEKTPANbHBIX METOJNOB Olpejese-
HHSI OJI0BA B Pa3jHyHBIX o6pekTax. OGLeM HacTOSUIEero H3lalKs 103BO-
JISIET JIHIIb OTMETHTh HEKOTOPhIE OCHOBHLIE BOINPOCH, CBI3aHHbLIE CO
CNeKTPaNbHLIM OINMpe/eJeHHeM O0JI0Ba.

Ilpn onpenesienuys 0/10Ba MCHOJNBb3YIOT €r0 aHAJHTHUECKHE JIHHHH,
PacnoJioKeHHbe B ONTHYECKOM CTIEKTPe OT BAKYYMHOTO YJbTpaduosera
no UK-cbnactu (cm. Taba. 8) [172, 200, 225, 475].

CnekrpanbHbifi aHa/qn3 OGLIYHO NPOBOAAT MO OJHOMY H3 TPEX Ba-
PHAHTOB:

1) B paspsii BBOAAT HENOCPEACTBEHHO aHa/iu3upyeMblii obpasen
(MOHOMHTHBIN, KUAKHE HJIM JAHCIEPTHPOBAHHEI);
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2) CNeKTpaJbHOMY aHa/aM3y TpemiecTByer (uiHuecKoe oforame-
HHE,

3) CheKTpaJbHOMY aHaJH3y MOABEPraloT NPOLYKTHI, NoJIyyaemele
H3 aHanH3upyeMoro oGbeKTa Mod/ie NpeaBapHTENBHON XHMHYECKOR
06paboTKH. L]

[lepBriit BapuanT Gosee MPOH3BOUTEIEH H HE CBA3AH C OMACHOCTHIO
3arpA3HeHHsi Npolbl NPH ee o6paGoTKe, HO YYBCTBHTENbHOCTb €ro, Kak
paBHJIO, HHIKE, 3 NOMEXH CO CTOPOHBI OCHOBHBIX KOMIOHEHTOB NpH

Ta6auua 8

JIHHHH, HCMOAb3YeMble NPH CNEKTPANBHOM OMNpENENeHHH 0/10BA
(mpuHaanexamue HeliTpasbHoMy aTomy)

HuTeHCHBHOCTD HHTeHCHBHOCTH
Sueprusn Bueprus
A HM BO36Y KL~ A Ha Bo36yxae-

B Jiyre B HCKpe HHA, 58 B Jlyre | B HCKpe BHS, 58
181,134* — 80 7.37 303,412 | 200 150 4,30
189,991* — 60 7,05 317,505 | 500 400R 4,33
242,949 200R 250R 5,51 326,234 | 400 300 4,87
266,124 100 80 4,86 380,102 | 200 150 4,33
283,999 300R 300R 4,78 452,474 | 500 50 4,87
286,332 300R 300R 4,32 563,171 50 200 4,33
300,914 300 200 4,33 855,260 | 500 - 5.77

* JIHHHS TIpHBAJJEKHT OAHOKPATHO HOHM3HPOBAHHOMY aToMy.

—_—

OnpejesienuH npumeceii Gosiblle, YeM B Cyyae MCNOJIb30BaHHSA ¢hu3H-
YeCKOTr0 MJH XHMHYECKOro o6OoTraimeHus.

B paGote [291a] npuBesens psint netyvectn ssementos, Haxost-
IHXC5 B SJEMEHTHOM COCTOSIHHH, B BHJE OKHCJIOB M CyJb(HIOB.

Psiji nieryuecti s1eMeHTOB, HAXOMSNIHXCS B 57EMEHTHOM COCTOSIHUN:
Hg, As, Cd, Zn, Te, Sb, Bi, Pb, Tl, Mn, Ag, Cu, Sn, Au, In,
va, Ge, Fe, Ni; Co, 'V, Cr, Ti, Pt, U, 2, HE; Nb, Th, Mo, Re,
Ta, W u B.

Psii nieTyuecTH 31eMEHTOB, HAXOMSIHXCA B BHIE OKHCJOB: Hg,
As, Cd, Zn, Bi, Sb, Pb, Tl, Sn, Mn, Mg, Cu, Ge, In, Ga, Fe, Co,
Ni, Ba, Sr, Ca, Si, Al, V, Be, Cr, Ti, U, Sc, Mo, Re, Zr, Hf, P33,
Th, Nb, Ta, W u B.

Psii JieryuecTH sjieMeHTOB, HaXOsIMXCA B BHIe CYIb(HIOB:
Hg, As, Ge, Sn, Cd, Pb, Sb, Bi, Zn, TI, In, Ag, Cu, Ni, Co, Mn
H Fe.

AHanu3 Mopoj, PYA M MHHEpAsnOB, COZEPIKAUIHX OJ0BO, OGHLIYHO
npoBozAT no auHuAM 317,505; 303,412 u 283,999 wu. IlepBasi unus
Hauboslee UYBCTBHTE/NbHA, HO HCMOJB30BATH €€ MOMKHO TOJBKO npH
HH3KOM cojlep:kaHuH Kenes3a. [lpu GosbIIMX KOHUEHTpauHsX Kese3a
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3Ta JHHHMS cJauBaercs ¢ JHHHSMH kenaeza (317,504 wu 317,496 wm).
Jlunuu xpoma (284,002 #x) u mMapranua (284,000 #x) Mewwalor HCMoJb-
30BaHiio0 JHHHH osioBa (283,999 nm).

[Tpu KOMHYECTBEHHOM CIIEKTPAJLHOM ONpejiesieHH 0J10Ba B 1opojax
¥ MHHepasaX HauboJbluee pacrnpocTpaHeHHe B KauecTBe MCTOYHHKA
BO30YICHHS MOJYYHJA Ayra MOCTOSIHHOTO MJIH MEPEMEHHOTO TOKa.
Jlnsi NMOBBILIEHHS TOYHOCTH aHasu3a YacTo HCMOJb3YIOT BHYTPEHHHE
cranaaprel. Tak, npu aHanause 1o Juuuu osnosa (303,412 #a) BHYTpeH-
HHM CTaHJapTOM MOXeT cJayxuTb cypbma (287,791 wm), narpuii
(298,443 wm), menb (296,117 u 297,936 wa), BucmyT (302,464 Hm).
[Ipu ucnosb3oBanuu JauHAM osoBa (317,505 #uM) B KauecTBe BHYTPEH-
HHX CTAaHJAapTOB HAallIH NpHMeHeHHe cBHHel (287,332 wm), uUHHK
(307,206 #m), cepebpo (313,001 wam) u repmanuii (303,906 #m). [Tocnen-
HSISl JIUHHS MOKeT OBITh MCIOJIb30BaHA M NPH aHAJIH3€e 0J10Ba M0 JHHH-
am 303,412 u 326,234 am. Ilpu ananuse osoBa no jaunun 283,999 xu
BHYTPEHHHMH CTaHAapTaMH MOTYT ObiTh HaTpHit (268,044 wa) n BHCMYT
(289,798 nm) [73al.

ITpu ananuse MeTasnsoB, KpOME YKa3aHHLIX BBIIE, HAILIH TPHME-
HeHHe TakKe JIHHHH ojoBa 235,485; 242,169; 270,650; 285,062 #m u
pan npyrux [291al.

ITpu npsiMOM crieKTpa/IbHOM ONpeie/IeHHH 0JI0Ba B KpaTep 3JeKTpoJia
¢ HecaeayeMbiM 06BEeKTOM OOLIMHO BBOAAT J106aBKH, B3aHMOJEHCTBYIO-
lHe C aHaJH3HPYeMbIM BEIleCTBOM [1PH NOBHILEHHOIT TEMIIEPAType, NpH
3TOM TNPOHCXOJMT YBeJIHUE€HHEe YYBCTBHTEJBLHOCTH OIpEJIe/]eHHsT 0JI0Ba
H YMEHBILAIOTCS MOMEXH CO CTOPOHBI OCHOBHBIX KOMIMOHEHTOB (0cJa6-
JISIOTCA MElIAlollHe JIMHHH 3/eMEHTOB OCHOBBI H CHHIKAercs BJHsHHE
cocraBa npoGbl HA HHTEHCHBHOCTH JHHHII o0/10Ba). JloGaBKH 06BIMHO
COJlepIKAT TaKxkKe COeJMHEHHS 3JIEeMEHTOB, SBJSIOMMXCH BHYTPEHHHMH
CTaHJapTaMH NpH onpeaeseHHH onoBa [546, 1444].

[Ipsimoe cnekTpasibHOE omnpesieeHHe 0/10Ba OGECNIeYHBAET UyBCTBH-
teqabHOCTE 1074 % co cpenueit kBampatuuHOi ommuGKOH +£5—6% u
Boime  [73al.

[loBbiieHHe YyBCTBHTEJNBHOCTH ONpeieseHHs ogoBa o 10—%%
JIOCTHTalOT NPH TPUMeHeHHH MeToia (PpaKkuMOHHON AuCTHLIAIHH. OT-
HOCHTEJIbHO BBICOKAsl JIETYYecTb 3JIEMEHTHOTO 0JI0Ba, €ro rajoreHHjioB
H CyJb(HI0B, a TaKKe JErKocTb BOCCTAHOBJEHHS OKHCJIOB OJIOBA rpa-
¢utoM 10 MeTanna MO3BOJSIOT MPOM3BOAHTL OTTOHKY 0JIOBA M3 NPOGH
HENOCPE/ICTBeHHO B JYroBOIf pa3psij B yCIOBHAX, KOI/Ja MEHee JIeTyuHe
KOMIIOHEHTHI 00pa3ila B pa3ps| NpaKTHYECKH He MOCTynaior. Y.ydiie-
HHE YCJOBHH (DpaKUHOHHON JHCTH/ISIMH 0J10BA JOCTHIAETCs NPH BBe-
JeHnH B 1po6y Hocureas (Ga,O,, AgCl), o6pasyiouiero napsl npu BKJIO-
YeHHH JIyTH H o6Jeryaiouero, TakumM 06pasom, NocTyJeHHe napos oJoBa
U €ro coepuHeHuit B 1yroeofi paspsaa [27, 137, 546, 581, 676, 1448].

@Pusnyeckoe oGoralleHHe 3aKJIOYaeTcsi B MCNOJb30BAHHH TpejiBa-
PHTEJbHOH TepMHYECKOH BO3FOHKH 0JI0BA C IMOCJENVIOUIHM CIeKTpasb-
HEIM aHaJIH30M BO3rOHA W/ B OTTOHKE OCHOBHI, TIOCJIC 4ero MoiBepra-
10T anaausy ocrarok [51]. Ilpu onpenenennn o/0Ba HCNMoOsbL3YIOT Ba-
KYYMHBIH BapHaHT ¢usuueckoro oGoramenus [132].
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120 me A1,03, npenpaputenbno npokanenmof npu  500—600°C B Teuenne
2 uac., NOMEMAOT B rpadUTOBLI CTAKAHYHK H KOHJEHCHPYIOT IPHMECH B BaKyyM-
Hom nenaputese (npn 3—5-10—% am pr. cr.) npu 1900°C B Teuenue 3 mun. Crep-
HeHb C KOHIGHCATOM CYIKHT HHKHHM 3JeKTPOJOM AYTH TNepemenHoro Toka (6 ).
Buyrpennnit crangapr — unkennb (313,41 wa). HUyBcTBHTENBHOCTD onpejeneH s

onosa 1-10—% 9. i

CnexTpasbublii aHA/MH3 OCTATKA MOC/AE BAKYYMHOH JHCTHILIAIHH
OCHOBBI NPHMEHSIOT JUIsi OMNpEAEJIeHHsl 0J10Ba (K HEKOTOPBIX JAPYTHX
3JIEMEHTOB) B KajaMmuu [51].

~100 me xanmus orronsior npu 5-10—2 um pr. cr. u 400°C B Teuennue 45 mun.
H3 YrOMBLHOTO 37EKTPOAA, KOTOPHIH 3aTeM HCIONB3YIOT AJs CNEKTPATbHOTO AHAlHA3a
OCTaTKa B Jyre MOCTOSHHOTO ToKa mpH 12 a. O/a0BO onpenensiioT NMo JAHHUB
317, 505 wm ¢ uyBcTBHTEABHOCTBIO 1-10—29

Konuentpuposanne ososa npumepro B 10 pas mpomcxomut npu
aHa/ii3e allOMOAMMOHHHHBIX KBACLOB, NOJABEPTHYTHIX MPOKAJIHBAHMHIO
npu 1200°C B Tevenne 3 wac. [426a). [Ipu s1OM JoCTHTaeTCs UyBCTBH-
TeJbHOCTh onpejenenus 1-1073%Sn.

Otzienieriie M KOHUEHTPHPOBAHHE 0JI0BA NEPe] ero CreKTPajbHBIM
Onpejie/ieHHeM YacTo BhINOJIHAIOT PA3THYHBIMH XUMHUECKHMH METOJAMH,
Tak, Hanpumep, 070BO NpH 3JEKTPO/IH3E OCAKAAIOT HA CTEPIKeHb H3
YHCTOTO LHHKA, KOTOPBLIH 3aTeM HCHOJB3YIOT B KAYECTBE OJHOTO M3
SJEKTPOJIOB JVIsl CIEKTPaJbHOTO aHalH3a, a TaKke MPHUMeHSIOT s
ONpeJle/ieHkst 0JI0BA B LIHHKE M €ro CIJaBax (mepej 3/1eKTPOJH30M Ha-
Becky pacreopsiior B HCI) [1358].

Bousiee mmpokoe pacnpocrpanenye npH XHMHKO-CIEKTPaJIbHOM OIl-
PeleJieHHH 0JI0Ba TOJIYYHJ METOJ COOCAKAEHHS C THAPOOKHCAMH H
cyabpuaamu. Coocamienue ¢ Al(OH); mnossonsier onpeseasith 10
110729 Sn B nunKe (npH HCXOLHOI HaBecKe | 2) ¢ HCMOJIB30BAHNEM AHA-
JIHTHYECKOH JinHuK oJioBa (283,999 #m) [545]. Ilpu Takoii ke Hexoj-
HOIl HaBeCKe M aHAJHTHYECKOH JHHHHM 0J0Ba COOCAXKIEHHE C 3 M2
Bi(OH), npu ana/iuse apcennaa raJius, MBIIbSIKA M TAJJHS TO3BOJISET
Onpesie/IsiTh OJIOBO € WYBCTBHTEJBHOCTBIO 5+ 10~ %% [472]. Ornenenue
OT 2KeJle3a IIPH XUMHKO-CIEKTPAJbHOM ONpPEJEJNEHHH 0JI0Ba JOCTHTAIOT
coocaxkenneM mnocaeanero ¢ CdS [7841].

XopouiHe pesysbTaThl NOJYYAIOT NPH KOHIEHTPHPOBAHHH 0JI0BA
CoOCaXJeHHeM C OPraHHYECKHMH COOCAJHTENSIMH C MOC/IeNYIOuell MH-
HepaJu3allieil M CHEKTPaNbHbIM aHAJH30M MOJYYEHHOTO OCTATKA
[298,331 ].

ODKCTPAKIHOHHOE BBIIEJCHHE 0JI0BA B COYETAHHH CO CTIEKTPAJIBHBIM
€ro onpejie/IeHHeM MO3BOJISIET PE3KO NOBLICHTH YYBCTBHTEJLHOCTh aHa-
JiH3a WHPOKOro Kpyra oObekToB. Tak, sKCTpakiuio M3 POJaHHIHOTO
PactBopa XJ0POGOPMHBIM pacmeopos OUAHMUNUPUIMEMAHA TPUMEHSI-
IoT (HexojHast HaBecka 1 2) mpu onpenesennn 10 5-1079% Sn B xpome
[29]; skerpakimio Kommsexca ¢ dusmuadumuogocdoproli Kuciomoi
HCIO/IL3YIOT NIPH ONPE/EJIEHHH 0JI0BA B PACTBOPAX, COAEPKALIUX GOJb-
ke konuuectsa wunka [57]. Masaeueune osoBa aas nocsenyomero
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€ro CneKkTPaNbHOrO OmpejiesieHHs NPOBOAAT H3 XJOPHAHBIX PaCTBOPOB
H3o6yTHIMeTHIKeTOHOM [858], B BHIE KOMIUIeKca ¢ zexcamemunenou-
muokapbamuramom 2excamemuneHammorus — xuopopopmom [84al, ¢
ucnonb3oBanueM duanmunupuimemana [85, 1641, dusmurdumuoxap-
bamunama u dumusona [764].

B pszne cayuaes 3deKTHBHON OKa3asach IKCTPAKIHS MaKpPOKOMIIO-
HEHTa C MOCJEAYIOIHM CHNEeKTPaJbHBIM aHaJH30M BOAHOH ¢asbl. Tak,
HanpHMep, NPH aHajH3e KaJMHs H cepeGpa UyBCTBHTEJIBHOCTb ONpe-
JleneHHsi oJioBa jocruraer 1-10-6—5.10—7% [564, 594].

Pacnpenesnutesnbuyio Xpomatorpaduio MCNOJB3YIOT NPH XHMHKO-
CNeKTpaJbHOM onpejeaennt 1o 7,5-10-% Sn B tantasne [193].

dusnueckoe H XHMHUeCKce oOOralieHHe, KpOMe NOBLILIEHHS! YYB-
CTBHTeJIbHOCTH aHAJIN3a, 4acTo c6JIeryaeT NpUroToB/eH e STaJ0HOB s
CNEKTPaJbHOTO aHAJH3a, 3 MPHMEHHMOCTDb MOCJIEARHX K 00neKTaM pas-
JIMYHOH NPHPOJABI PACHIHPSAETCS.

Husxe npusenen psa pa6or, B KOTOPBIX CNEKTPaJbHbI H XHMHKO-
CIIEKTPaJIbHBEIH METOJIbl HCIOMb3YIOT JVIsi ONIPEeJlesIeHHs 0JI0Ba B TOPHbIX
nopozjax u cunukarax [27, 137, 193, 320, 525, 581, 6211, munepanbrom
Chipbe, pyJAax, NPOAYKTax oforamieHHs, MOJYNPOAYKTaXx H OTX0Jax
(27, 167, 169, 193, 300, 470, 647 ], noyBax W NOYBEHHBIX 3KCTPAKTax
[1332], pasnnuHBIX NPHPOAHLIX MatepHaniax [168, 14441, amomuuuu
[132], rannuu [4721], xeneze [521, 784, 1277], unnuu [3961, kaamuu
[51, 564, menn [1448], B moauGnene [17], mpunbsike [472], Huke-
se [1220], ano6un 13591, nasnaguu u naatune [73], poaun u upuun
(28], cBunne [398], cepeGpe [5941, cypeme [498], Tanmrane [128,
3591, tennype [5651, Turane [3591, xpome [29], uunke [545], uup-
konuu [359], cranax [357, 481, 521, 784, 945, 1074, 12771, xapo-
npounsix cniapax [1074], uyryse [945], deppocnaabax [5661,
¢eppomapranne [906], a Takxe B cniiasax Te—Sn—Pb [175] u B
crnJjaBax Ha OcHOBe aniomuHES [714], nukens [676], uuuka [1217].

CrnexkTpa/JbHblii aHAJH3 TNO3EOJISIET TaKxkKe MNPOBOAUTL ONpejeseHke
0JIOBA B CCEJIHHEHHSX INEJOYHBIX H IIEJI0YHO3EMEJIbHBIX MeTaJJIOB
[633, 1492]; B apcennze ramans [472]; B cyapdare numka [57];
alIOMOaMMOHHHAHBIX KBacuax [426al; B okwcaax amomuuns [426a,
1492 ], Boabbdpama u urrepbusi [1492], cypembi [498], uuuka [800,
1493]; B pactBopax asekTposntoB [57]; B numessix npoaykrax [865],
B OpPraHHYecKHX BellecTBax M ApPYrHX ob6bektax [84a].

PeHTreHoCneKTpajbHble METOMbI

PenTreHcBCKyl0 CNEKTPOCKONMHI0 KaK aHaJMTHYECKHI MeTol Bce
uaiie KCNeAb3YIOT /sl ONpefieJieHHs 0JI0Ba. MeTon nmpuMeHHM Kak st
olpejlesieHHsl BHICOKHX, TaK M HH3KHX KOHLEHTpaluil sneMenta. O6na-
llasi OueHb BHICOKOH a6COJIIOTHOH YYBCTBHTENBHOCTBIO, PEHTTEHOCHEK-
TPaJibHbll METOJ I03BOJISIET MPOBOJAHTL aHaJH3 mpob, Macca KOTOPBIX
jJocruraer 10—1—10-1% 2,

Hcnonp3opanne peHTreHOCHEKTPAJbHOTO METO/a MO3BOJISET TaKIKe
3HAYHTEJIPHO COKDAaTHTb BpeMs aHanu3a. Tak, NPOJOJIKHTENbHOCTD
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onpeNieJieHtsl 0JIOBA H CypPbMbl B THIOrpad)CKOM CIIaBe PEHTreHOCHeK-
TPaJbHLIM METOJIOM cocraBJisier Beero 5 mun. [1319]. B paGore [794 ]
OTMEYaloT, B YACTHOCTH, YTO NPH aHaxu3e cnaaBa Nb—Sn pentreno-
CIIEKTPAJILHBIM METOJIOM Pacxof npob oueHb MaJs, a TOYHOCTb aHAMN3A
JocTaTouHO Boicoka (ommbka 0,49%).

PentrenocnekTpaibHblii aHAJH3 OCYIECTBASIOT MO OJHOMY H3
TPeX BapHAHTOB: 3MHCCHOHHOMY, (uyopecueHTHOMY M aGcopBuHOH-
HOMY.

B nepsoM BapuanTe B aHaJH3HPyeMOM o6pasiie GHICTPHLIMH 3J€KTPO-
HaMH BO30YKIal0T NepBHUHBI XapaKTePHCTHUECKHI CNIEKTp onpejiedisie-
MOTO 3JIEMEeHTa, 110 MHTEHCHBHOCTH aHaJHTHYECKHX JIMHEH KOTOpOoro
ONpeNe/sioT KOHIEHTPALHH.

Bo Bropom BapHanTe M3MepSIIOT HHTEHCHBHOCTb aHAJHTHYECKOI JIH-
HHH BTOPHYHOTO XapaKTePHCTHYECKOTO CMeKTpa, BO3OYKIEHHOrO B
o6pasie PeHTreHOBCKHMH (OTOHAMH (PeHTIeHO(TyOPECIeHTHBI METO1).

B Tperbem (aGcop6iHOHHOM) BapuaHTe ONMpefesior crenelb ocnab-
JIEHHS] XaPAKTEPHCTHYECKOTO HJIH HENPEPHIBHOTO M3JYYEHHS aHA/JNH3H-
pyeMeIM o6pasiom.

Ocrpasi pOKyCHPOBKA 3JIEKTPOHHOTO NyyKa Ha nuomand 1—2 muk-
POH® TIO3BOJISIeT NPOBOJNTD SMHCCHOHHBI PEHTIEHOCIEKTPAbHbIH aHa-
JIH3 YY4acTKOB Npo6hl 06beMOM B HECKOJBLKO Ky6HYecKHX MUKpoH. [lpu
9TOM He HapyIaercs IeJOCTHOCTb H KayecTBO Hccseayemoro obpasua.
IlpuGop, ¢ momompi0 KOTOPOrO OCYLIECTBJSIOT TaKOH aHaiu3 (3JeK-
TPOHHBIH MHKPOAHANH3aTOp), OOLIMHO COCTOMT M3 TpPeX uacreil: 5/eK-
TPOHHOTO MHKPOCKONA CNENHAJbHOH KOHCTPYKIHH, CJIYKallero s
(OKYCHPOBKM 3/IEKTPOHHOTO IIy4yKa Ha MOBEPXHOCTH HCCJIEYEMOro
o0pasia; MeraJorpapuyeckoro ONTHYECKOTO MHKPOCKONA, NpejiHa-
3HAU@HHOTO JUIsi BLIGOPa MECTa Ha NOBEPXHOCTH aHAJIH3HPYEMOro 00 beK-
Ta, KOTOpPCE INOAJIEKHT aHaJH3y, M PEHTIeHOBCKOTO creKTporpada,
NpeJIHasHaYeHHOro /ISl aHaJu3a XapaKTePHCTHYECKOTO PeHTreHOBCKO-
r0 H3JyYeHHsi, BO3HHMKAIOWEro npu GoMmGapAupoBKe aHaJH3HpyeMOH
4acTH noBepxXHOCTH o0pasna sjekTponaMu. IIpH aHajsnse HeMeTaJJH-
YECKHX BKJIOYEHHH B CIJIABaX MOBEPXHOCTb WIIH(A NOKPHIBAIT TOH-
KHM ciceM amiomunus (~40 A) [782a]. Kosnuectsenunlii aHaau3 sTHM
METOJOM OCYIIECTBJIAIOT HAa OCHOBAHHH CPABHEHHS HHTEHCHBHOCTH Xa-
PaKTepHCTHYECKHX JIHHHI ONPEJeJNseMbIX SJEeMEeHTOB JIsi aHaJIH3HpYe-
Moro o6pasna M 3TaJOHOB H3 YHCTHIX KOMIOHEHTOB.

DNEKTPOHHBI MHKPOaHAIH3aTOP OB MCIONB3OBAH /1A H3YYEHHs
JIOKaJIbHBIX H3MEHEHMIi B coctaBe cnmiaBoB Cu—Sn u siBienuit quddy-
3HH B 9TuX cruiasax npu 400°C [782a), mas onpexenenus osoBa B
MHHEpaJiaX, CINeYeHHBIX pyJax, OrHeymopax u craasx [4, 5, 62],
crekJie [361], Tonkux nyienkax na nopepxuoctH Kontaktos [670], mosry-
NPOBOJAHHKOBBIX cruasax [899].

HauGonbiwee pacnpocrpanenne npu onpejeseHHH 0J0BA MONYYH
B HacTosiuiee BpeMsi PeHTreHO(yOpeCUeHTHBIl MeToJ, PeHTTeHOCNeK-
TpanbHOTrO ananu3a. Ilpu 3ToM na pesyabraTel anaju3a BJHfeT (Kak
M NpH JIpYyIHX BapHaHTaXx penTreHOCIeKTPaJbHOrO aHaJsH3a) COCTaB
npo6er. OAHAKO NPH PEHTTEHOCTeKTPAIbHOM aHAJIN3e BO3MOMKEH yuer
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y10r0 Bausinug [799, 1332al. ITporeseHo cpaBHeHHe Pa3JHUHBIX METO-
JIOB BBeJeHHsI MOMpaBKH Ha coctaB ofpasua (MeToj pasGaBJeHHs
H3MEepPEeHHE OTPAXKEHHOTO H3JIyYeHHsi, HCIOJb30BAHHE TOHKHX CJIOEB H
tdona B KauectBe BHemHero craugapta) [1332al. HauGosee rtounmbim
OKasaJsicst MepBeiil MeTOJl; BTOPOH o6sanaer HauGOJbIIEH YYBCTBHTEb-
HOCTBIO; TPETHH — 3KCIPECCHLIH.

ITpn onpenesnenny 0J10Ba XOpOMIME Pe3YJbTaThl NOJYUYAKOT TPH HC-
N0JIb30BAHHH BHYTPeHHero cranjapra—rtesaaypa [1140], kagmus [146,
311].

Jlast Bo3Oyzknenus cnekTpa ¢payopecieHIit 0J10Ba IPHMEHSIIOT PEHT-
TEHOBCKHE TPYOKH € aHOJCM, H3TOTOBJEHHBIM M3 Bosbppama [310,
778, 817, 898, 1140, 1470, 1509], monuGnena [817], memu [226],
sonota [1103, 1457] u xpoma [790, 929, 1103]. [lpensoxkenn psj
npubOpOB H METOAMK [JSi PEHTTEHO(IYOPECIEHTHOTO OnpeesNeHH s
0JI0Ba, B KOTOPHIX /s BO30OyxKIeHHA (WIVOpPECUEeHIHH TOCJEIHero uc-
NOJIb3YIOT pajHoaKTHBHEIE H3oTOnbl [779, 879, 995, 1213, 1308, 1310,
1395]. Tak, ans sroit neau ucnoabayior*'Am [742, 995, 1213] u ero
e ¢ muuienso Sn [7801, Ba [765] wan Cs [1309]; 183Gd u “7Pm c
mumensio Al [742, 1100, 13091, Cs u Ni [13091, Ra [406]; '53Gd [100]
¢ Mmumenbio-uaayuatesem CsCl  [998]; 2°Po [435]. Ilpumenenune
PaJMOAaKTHBHBIX M30TOMNOB CNCCOOCTBOBAJNO CO3JAHHIO TNEPEHOCHBIX
npubopoB, pabotaionux oT Gatapei, NO3BOJSIOUMX MPOBOXUTL PEHT-
T€HOCNEKTPaJbHbIH aHaJH3 MHHEpaJoOB B MOJEBbIX yCJIOBHAX [857].
Takue npuGopni uenosbsyiorest Ast Koutpods [407] u aBToMaTn3annm
NpoH3BOJACTEeHHBIX npoueccoB [780]. Tlpu npumenenun pentreHopa-
JHOMETPHYECKOTO MeTOja OINpeje/eHHs OJI0Ba, NPH aHaJH3e Pyj H
NPOAYKTOB HX 0GOTAIeHHs JOCTHTaeMas TOYHOCTD aHAJIH3a HE YCTyIaer
TOYHOCTH XHMHYECKOTO ONPe/lesIeHHts1, a IPOAOJIAKHTEIbHOCTD COCTABJ/ISET
BCEro Heckonbko MuHyT [407].

Ilas onpejenenus 0JI0Ba HCNOJB3YIOT PA3JHUHYIO PEHTIEHOCHEK-
TPaJIbHYIO annaparypy: CleKTPOMETPhl ¢ KPHCTalJIaMi (Topuia JHTHS
[226, 778, 790, 817, 898, 929, 1103, 1140, 1457, 1470, 1509] uau To-
nasa, uvelowero Gosbuylo paspemalomyio crocobuoers [15091, kpap-
ua [146, 3111, CeaqncnepcHOHHbIE PEHTIEHO(UYOPECIIEHTHEIE CIIEKTPO-
Goromerprl ¢ huabTpaMu B BHAe TOHKOH poabru |857, 1309]. Cpasne-
HHE JHCNIePCHOHHOTO M HEJHCNEPCHOHHOTO METOJ0B ONpeleJeH s 0J10Ba
B KapOOHHJIe JKe/e3a N0Ka3aJsio, YT0 TOYHOCTb Pe3yJ/IbTaTOB y/YUlIaeTcs
NpH NPHMEHEHHH JHCKPUMHHATOPA HANpPSKEHHS I[IPH JUCIEPCHOHHOM
metoje [837].

Pexomenjanun no BeGOpY MarepHaja aHTHKATOJa PeHTTEHOBCKO
TpyOKH, HanpskeHus Bo3OYykIeHHS, criocoba BosOy:KAeHHs, KPHCTA-
Jla aHaJIH3aTopa M JeTEKTOpa PeHTIeHOBCKOIO H3JYUeHHsl NIPH aHaJH3e
Pas/IHYHBIX MaTepHaJsoB (B TOM YHCJE H NPH ONpeleJeHHH 0J0Ba) CM,
B [1298].

Pentrenoguiyopecuenturii MeTO onpeneseHHs 0J0Ba MOMKHO npo-
BOJHTDL Henocpe/cTEeHHO (6e3 paspymenns obpasia) uiaH mnocie obpa-
OOTKH TeM WJIH HHbIM cnocoGoM. B nepBoM ciyuae OGLIYHO MPOBOAST
aHaH3 10 KaJHOpPOBOYHBIM rpaduKaM, NOCTPOEHHLIM OTAEIBHO JJisi
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Kaxoro neeaeayemoro Marepuaza [205, 5931. Tlpu sTom Heo6xoaumo
YUHTBIBATH OCOOEHHOCTH pPeHTTeHO(IyOPEeCIIeHTHOTO aHaJH3a.

Tak, ycranopaeno [1138], uto npu ananuse cniasos Sn—Pb—Sb
BO3HHKAIOT OMIHOKH OT Pa3Ma3biBaHHs MO NMOBePXHOCTH o6pasna Gosee
MSITKO#l CTPYKTYPHOH COCTaBJsfIOIEH €nyaBa M BCJEICTBHE sIBJEHHH
cerperamyy NpH XpaneHuH cniasos. O6A fiBJIeHHs HE OKA3HIBAIOT BJIHsI-
HHS Ha Pe3yJbTaThl aHaMH3a XHMHUECKHMH MeroJamH. OIHaKo H nmpn
PeHTreHO(WIyOpeclleHTHOM aHaJjH3e BO3HHKAlOUIHEe 3aTpPY/AHEHHs Mpe-
0/10/1€BAIOT OXJIaXKJIeHreM 06pa3loB XKHIKHM a30ToM nepes 06paboTKoi
HJIH TPECcCOBaHHEeM CTPYKKH B KOMMNAKTHBIE Ta0JETKH Ha BaKyyMHOM
npecce, a TaKxke INPOEEJEHHeM H3MepeHHit ¢ npo6aMH H CTaHJapTaMH
BCKOpe mocae MX OTaHBKH [1138].

AddeKT crapeHus cnjaaBoB Sn—Sb npH H3rOTOB/IEHHH CTaHJAaPTOB
IJIS PEHTTeHOCHeKTPaJbHOTO aHaJjH3a YCTPaHAIT TMOCPEICTBOM H3-
TOTOBJIEHHSI CHHTETHYECKHX 3TaJOHOB Ha OCHOBE METANJIHYECKHX [O-
POIIKOB M 3NOKCHAHOH cMoutbl [1136]. [Ins 3THX ke CN1aBoOB NOKasaHo,
YTO OTHOLIEHHE HHTEHCHBHOCTell K, JIHHHH 0J0Ba K L, JIHHHH CBHHIA
NPONOPIIHOHAJIBHO OTHOIIEHHIO HX BeCOBHIX joJeii B uuTepsase 0,8—
1,9 [141]. YaoBaerBopuTe/bHBIE pe3yJbTAThl MOJYYAKOT TAKKe 10
MeTojly, npensoxedHomy B [695], Ha ocHOBaHHH KOTOPOTO pacuer
cofieprKaHusi 0J0Ba MPOBOJAT O (opmyJie

Wen_ (——JS“ —1) —1,853

Wpp \ Isn—pb ’

rae Wgy u Wp, — cosepikanue oJioBa H CBHHIA B obpasie (Macc. %);
Jsn 1 J sn—pp— WHTEHCHBHOCTH JIHHHI OJIOBA B YHCTOM OJIOBE H HCCJle-
ayemoMm cnuiaBe [593]. [l mocTpoeHHsi TpajyHPOBOYHEIX TpaHKOB
NIPH ONpeJieIeHHH 0JIOBA B JIBOWHBIX H TPOHHBIX CIJIABaX CO CBHHIOM H
CYPBMOH JIyylllHe pe3yJbTaThl JiaeT MeTOJ BhHUHTaHHA (OoHa (Mo cpas-
HEHHIO C METO/IOM HHTErpHpoBaHHs mnuomageii) [593].

[Ipu onpejesieHHH 0JI0Ba B MEIHBIX CIVIaBaX AJs yyeTra B3aHMHOTO
BIAHSHHSL 3JEMEHTOB HCMOJB3YIOT TONpaBouHyio ¢opmyay [799].
Ilpu konuentpauuu onosa 1—9% B cnnapax Cu—Sn Bo3moxkeH aHa-
JIH3 110 OIHOMY 3TaJIOHY, TAK KakK B 3TOM cJyuae KaauGpOBOUHAs KpHBAA
MO}KeT ObITh 3aMeHeHa mpsiMol Juuued [1198].

Pentrenoguiyopecuentueiii Metoj onpenenenus 1,2—1,7%Sn B
nHpKanaoce-2 GpicTp, TOUeH H He TpeOyeT NpeaBapHTE]bHOTO pasJoKe-
HHs o6pasna. OH NO3BCJHJ YCTaHOBHTH, YTO, B oTauune ot Fe, Ni,
u Cr, 0JI0BO B 3TOM cIiaBe pacrpejesneno HepaBHomepro [400]. Ana-
JIH3 JIaHHOTO CIJIAaBa MPOBOJAST NOC/E NPeJBaPHTEIbHOIO H3rOTOBJECHHS
u3 Hero aucka [350]. UyBcTBHTENBLHOCTD ONpejiesieHHs 0JI0Ba JOCTHIa-
er 0,006%.

Hayueno B3aHuMHCe BJIHSIHEE 3JEMEHTOB NPH ONpeJle/leHUH OJI0Ba B
yyryne u ctaau [218], BiHsHHE XHMHYECKOrO COCTaBa CCHOBHI NpH
aHaJH3e JKejesa, CTaJlH, JKeJe3HOH DPYJAbl, OTHEYNOPHOil KepaMHKH,

LIJiaKa, CTeKJa, NMOKPHITHH CTaJH, aJlOMHHHS H aJIOMHHHEBBIX CIJjia-
BoB [217].
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Ta6anua 9

Ycaopus pentrenoduayopecuesTHOro onpefieeHHA OJ0BA B HEKOTOPbIX 0ofbeKTax

O61exT ananHsa YcaoBHS NOArOTOBKH npoGu Kn"g:t’ﬁ}:mm E&‘;ﬁni/; TIpumedanus J]".,-T;g’:'
Pyna Hapecky pyast cmemneaior ¢ ShyO5 1 — 1 Bo Bpemst namepenus Kopoaex cnaa-|  [778]
crnaasasior ¢ 6ypoit npu 900°C B rpadu- Ba BpallaloT, CTaHAapTH TOTOBAT
TOBOM THTJIE, NJ1aB NOMENawT B CNeKT- CHHTETHYeCKH, 'rpybxa C W-EHOJIOM
porpad na Al-naactunke
Pyna u npoayxTu Ananuaupyembiit o6paser (0,074 um) na-|  0,1—70 o Pentrenopaanomerpuueckuii meton, | [406]
obGoramenns GHBAIOT B KIOBETY H3 Oprcreksa NPONOJNIKHTENBHOCTL  aHAJIH3a
15 muH.
Ananusupyemsiii o6pasen (0,074 um) 0,5—8 4 SrajoEbl TOTOBAT pasGaBieHHeM [146]
[1 4. npo6u wau stanona-4 u. KBapLeBbIM INecKOM KOHIIEHTparTa,
H3BO4+0,1 u. CdSO, (BuyTpennuit coflepxauero 41,5% Sn
cranfiapt)] npeccyior B Tab/eTKH
Pyauas nyaena Hamepenne B mnotoke 0,01—-0,1 ~I10 PentredopaanomeTpudeckuii meton [780]
Craab (manoyraepo- | O6pasus B BHA€ UHAHHAPOB, OTNC/H- 0,001—0,5 | 0,5—1 | Ilpu Bpemenn 3amepa 400 cexk. uys- [1464]
AMCTas) POBaHHBIX C OJHOM CTOPOHBI, BPamaloT- CTBHTEJIbHOCTh ONpeJlesIeHus 010Ba
CA BO BpeMmsi H3MEPeHHS Jocturaer n.10—4%
Meanwie cnsaBsl Cnaas pacTBopsaioT B asotHo#t Kucaore | 0,32—1,47 ~1 [lpn ucnoaL30BaHHH PacTBOPOB, [205]

cofepxamux 10 2/2 meanoro cnaa-
Ba, dHAJH3 CIJIABOB PasHLIX COPTOB
MOXKHO TPOBOAKTE 1O €IHHOMY Ka-
JAHGpOBOUHOMY TpaduKy
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Ta6aunna 9 (oxonuariue)

OGbekT aHanH3a VcaoBHs NOArOTOBKH NPOGH ﬂ'ﬁ."?ﬁfpi lll-!:?:?tfu:',-a INpumeyanns f;;;:pa-
Ti u ero cnaassl QOfpasel NepeBo/isIT B OKHCJ/IBI H HaBeC- 0,1—15 5 - &5 [362]
Ky nopoiuka okncaos [100 mew] cnaas- E
asioT ¢ Oypoii B Pt-turae
Ti-cnaaBm OGpasen pactsopsior B cmecu HCIH- 3—10 1:1 Sb ucmonb3yleT B KauecTBe BHYT- [1457
—+HNOz+HF (1:1:2) u BBOAST pacTBop penHero crauwjiapra, Tpy6ka ¢ Au-
Sb no otHowenus Sb : Sn=3 AHOZOM
Sb—Pb-cnaasu Pacnaas npu 315—400°C 6rietpo no- 0,15—0,75 3.3 Tpy6ra ¢ W-anoson [898]
rpy#aloT B ICHOHH30BaHHYIO BOJY, BhI-
cymmBaiot npe 150°C 1 npeccylor noj
nanaenyem ~34 xl/cw®
MoO3—Bi03— Ilpo6y cMemUBalOT ¢ KpaxmaJiom H 0—30 1 Tpy6ka ¢ mMeaHLIM 211010M [226]
Sn0, npeccyioT TaGJeTKH




Jlnst yeeqwuenns tounoctn mam YYBCTBHTRIBHOCTH PEHTTeHOtyO0-
PECLIeHTHOTO onpeJiesiennsi 0JI0Ba 06Pa3likl YacTo NOJBEPTawT TOMH HJIH
HHOW npejBapHTeNbHON 06paboTke.

ITpn onpenesennn osoBa B pynax [778] opasen uamenbuaior TaK,
utoGbl ppakuns 350 mew coctaBasiia >80 %.

0,333 2 mopomKa cMelHBAIOT B araToROI crynke ¢ 0,667 2 napaguua (remmepa-
Typa pasmsrenust 65—71°C) u ~5 ma nerponeitsioro sdupa (T. kun. 60—80°C),
TIMATeJBHO NEPeMEelINBAIOT H BLINTAPHBAIOT pacTBOPHTeb. OCTaToK NpeccyoT Mexay
CTAILHBIMH NIJIACTHHKAMH, MOKPHITEIMH NJeHKoii Melinex Tommmuoil 6 MK, TONyua-
10T nonockn Toxuuuol 0,05 &= 0,005 cu. Ilocte ypanenns maenox Melinex no-
JIOCKY 06pasiia paspesaloT Ha KPYKKH HAMETPOM ~ 3 cu OJliHaKoBOro Beca (oT-
Kaonenre +0,001 &), koropuie n mogsepraior penTrenodayopecuentHomy anaansy.

Kcenorumosyio pyay nepen amasmnsom pasGasasior okucsio Kesesa
[5991].

B psane cayuaes PEHTT@HO(IYOPECIeHTHOMY OINpeNeNeHHI0 0J10Ba
NPEAecTBYeT pacTBopenune npobel. Tak, npunoft s numesoii Tapel
NIEPEBOJAIT B COISIHO- MJIH a30THOKHC/IBIA PACTBOP, KOTOPHI ynapuBa-
10T Ha GyMa)KHOM JHCKE H YCTaHABJHBAIOT B npubop Ha aJiOMHHHEBOM
M/ JaTyHHOM npoGonepikatene [817]. [las ananusa gocratouno 0,1 —
2 me BemectBa. Takoe ke KoJaHYeCTBO npo0bl OKa3bIBAETCsl AOCTATOY-
HbIM JU151. KaNeIbHOTO aHAJIH3a C NPHMEHEHHEM PeaKTHBHOI GyMard u
PEHTreHO(1yOPECIIEHTHOTO MeTosa 3aBepileHHst onpenenenus [1039].
Jas onpenenenns 0/10Ba HCNOMB3YIOT €ro COOCaXK/IeHHE B BHJE CYJlb-
buna ¢ menvio, sBasOMIElics BHYTPEHHHM CTaHAAPTOM TIpH TOCJe-
AYIOUEM peHTIeHO(IyopeciieHTHOM anasuze. Ocaiok CybhHI0B coOH-
paioT Ha MemOpanmbiii ¢uabtp [1509].

Onpenesenne os0Ba B nouse nposoast CJIEAYIONHM 06pasoM.

100 2 nousbl o6paGarsiBaior yKcycHolt Kucoroit mipu pH 2,5, buarTpyior.
K pacrsopy noGasasior 10 maxs Pb u 50 soxe Cr s BHJIe coJieli, BHINAPHBAIOT [0~
Cyxa W M3 ocratka mpeccyior TaGaerku [1454]. Caunen HCMONB3YIOT B KauecTse
BHYTPEHHET0 cTaHjapTa.

B nekotopeix cayyasx PEHTreHO(/IYOPECIieHTHOMY aHaTH3y Moj-
BEPraior cnJiaBbl aHa/JH3HPYeMbIX 06pasuoB ¢ Gypoil [362, 7781 wau
Tetpabopatom JutHs [1137].

Hecomnennriii  unrepec npeacrasaser PEHTTeHO(/1 yOPECLLEHTHBI T
aHaans pactBopos [205, 748, 929, 995, 1457].

B ra6a. 9 npusenenst HEKOTOphIE JIaHHBIE O PEHTreHO(UIyOpecIenT-
HOM oOmnpejesieHHH 0/10Ba B Pa3jiHYHBIX OGBEKTAX.

Huxe npusenennt paGorei, B KOTOPLIX PACCMOTPEHbl Pa3JHYHEHIE
4CNEKTel PEHTIeHOGTYOPECIEHTHOTO ONpeJeJIeH s OJI0BA B FOPHBIX [OPO-
Aax, pyaax u munepanax [146, 435, 742, 779, 1308, 1309, 1401, 1505];
cuankarax [1140, 1226]; pyruae [244 1; nurmenthos JIBYOKHCH THTaHa
[844]; NMpoxyKTax oGorauienus [146, 435, 779]; cransx [1103, 1308:
1468]; depporurane [244]; cnnagax [995, 1303, 13081; Sn—Pb-cnua-
Bax [988, 989, 992, 1136]: Sn—Sb-criasax [988, 989, 9921; Sn—Pb-
H Sb-cnniaBax [988, 989, 1138]; Sn — Pb — Bi—Cu—Zn-cnaapax
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[992]; Cu-cniaBax [748, 799, 874, 1100, 1310]; cBunue [1213]; Turane
[244]; Gepuwaauu [773]; xapGonmabhom xesese [837, 838]; Nb—
Ta-okgenax [1337]; BaO [1412]; nopomkoBbix Matepuanax [3111;
creksaax [361, 790] u mamax [756]. Cm. Takxke [879, 1308, 13371].

B XHIKOCTAIX, COCTOSAIIINX H3 JIETKHX 3/1eMEHTOB, Orpe/ie/leHHe KOH-
IeHTPALHH TSKeJbIX 3JIEMEHTOB (0JI0BO U AP.) BHINOJHAIOT € MOMOIIBIO
npubopa, HCNOJb3YIOUEr0 3aBHCHMOCTb IOIVIOLIEHHSI PEHTTEHOBCKOTO
M3JIYUeHHS OT KOHILEHTPALHH Ts2KeJbIX 9/1eMenToB [662 |. Pentrenosckoe
H3JyueHHe B IpelJiOoKeHHCM npuope reHepupylorT obJyueHHeM Mej-

HOll osibru P-nyuamu paauoakTHBHBIX HcTounukoB (*H, YC, *0Sr,
83Nj, 210Ra).

Sl nepHo-(pH3HUECKHE METObI aHAJN3a

Hanuune 10CTATOUHO JOJTOXKHBYLIHX H30TOTMOB 0JIOBA MO3BOJISIET
YCIELIHO NPHMEHATh HX AJIsl AHAJHTHUECKHX leseli NMPH PasiuuHbIX
OnepanHaX XHMHUECKOTO aHAJH3a, M3YUEHHH OCAaKIEHHS M COOCaK/e-
Hus [411, 466, 692, 943 ], skcrpakuun [228, 466, 692, 712, 943, 1083 ].
Paspa6oran paauoMeTpHuecKHii MeTON ONpeleents YJbTPaMaibix
KOJIHYECTB 3JIEMEHTOB (BKJIOYasi OJIOBO), OCHOBAHHLII Ha H3yYeHHH

CKOPOCTH HX HCNapeHHs B ONpEIeJEHHOM TeMIepaTypHOM HHTepBa-
qae [553].

Ananusupyemblit ofpaseny pacrBopsior, npuGaBJfAOT PagHOAKTHBHBI H30TOM
OnpejieJISieMOro 3JeMeHTa ¢ BBICOKOH Y/ebHON aKTHBHOCTHIO, YNAPHBAIOT PacTBOp Ha
NOAJIOKKE H3 cTeKsa, dapdopa, KBapua, rpagura WM NIaTHHLL, H3MEPSIOT PagHOaK-
THBHOCTb CYXOTO OCTAaTKa, Harpesaior o onpejenentoii temneparyps (200—5000°C)
LJIS Pa3NHUHBIX 3/EMEHTOB, CHOBA H3MEPAIOT PAJIHOAKTHBHOCTh OCA/IKA H 110 ee YMeHb-
LIEHHIO, C TOMOLIBIO TpPElBaPHTEABHO MOCTPOEHHOTO KanuGpoBouHoro rpaduka, Ha-
XOJIAT COAeprKaHHe ONpeesNseMoro 3JjeMeHTa.

Ananus 0co60 YHCTBLIX BewlecTB (KHCJOTA, BOJA) HA COAEpIKaHHe
0JI0Ba H MHOTHX JIPYTHX 3JIEMEHTOB MOJKeT OBITh BHIMOJHEH C HCIOIb30-
BaHHEeM PaJHOAKTHBHLIX HM30TONOB COOTBETCTBYIOUIHX 3JEMEHTOB Me-
TOJAOM HM30TONHOro pasGasaenus [1096].

HeliTpoHHO-aKTHBALHOHHBIH MeTO],

[Ipu onpejeseHHH 0J10Ba B PAa3IHUHBIX 06BEKTaX GOJBIIOE pacrpo-
CTpaHeHHe TOJYYHJ HeHTPOHHO-AKTHBALMOHHBIH AHAJH3.

IlEHHbI(’ O pPaJlHOAKTHBHLIX H30TOINAX OJOBa, KOTOPHIE MOTyT ObITh
HCIIOJIb30BAHBI JIJISi €0 ONpejieJIeHHsi ¢ MOMOLLbIO HefiTPOHHOH aKTHBa-
uuH, npusejenst B [348]. Ananusupyemyio npoly H 3TaJOH NOMELAIOT
B IIOJIH3THJIEHOBLIE HJIH KBaplieBble amilyJibl, BBOAAT B Hllepllblﬁ peak-
TOP, 06/1y4a10T NOTOKOM TEIJIOBLIX HefiTPOHOB B TEYEHHE ONPENeEHHOrO
BpPEMEHH. 3artem AMITYJBl C oﬁpasuamu H 3TaJJOHaMH H3BJICKAIOT H3
peakTopa M B psjie CJiyyaes BhIJICPIKHBAIOT HEKOTOpPOE BpeMsd JIJisl TOTO,
YT1oOLI [ponsouie]l pacnajl KOpPOTKOXHBYIIHX H30TONOB  3JIEMEHTOB,
cnocoOnpIX CO3/1ABATH 3aTpyAHenus B JajbHeilllleM Xoje anajausa.
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INocaenyiomee onpenenenne onoBa npoBoasiT anee 6o Ges paspyiue-
HHA oOGpasua [877], wucnosb3ys MHOrOKaHaJdbHBIE Y-CNEKTPOMETpPhI
[143, 1134, 1218], an6o nocae COOTBETCTBYIOLIEH XMMHYECKOl o6pa-
6OTKH, craBsieli nepex co6ofi B KauecTBe OCHOBHOM LeJNH OT]IesIeHHe
S/IEMEHTOB, PajHOM3OTONbI KOTOPLIX CHOCOOHBI CO3JATh MOMEXH OMmpe-
JIeJIeHHIO 0JI0Ba.

IlpH HeATPOHHO-aKTHBALLHOHHOM ONpeJeJieHHH 0J10Ba BTOPOH Ba-
PHaHT NOJYYHJ HauGoJbliee pacrnpocTpaHeHHe.
' Heiitponno-akrnBaunonnoe onpenenenue onopa Ges paspylueHHs
o6pasua NpOBOAAT NPH aHANH3e KPEMHHS OCOGOH YHCTOTHI [155],
CBHHLOBBIX 1yJb [1135] u cBunma, naywero na ux narotosaenne[11341.

Ananusupyemsiit o6pasen; o61y4aloT B TeueHue 15 cex. B HeHTPOHHOM MOTOKe
4,3-10'* nedmpon/cm®-cex,  BbitepKHBAIOT nepes ' H3MepeHHeM | MHH. H CHHMAIOT
V-CHeXTp (Bpemsi H3MePeHHsi | MHMH.) Ha MHOTOKAHAJBHOM  CLMHTHIISIHOHHOM
V-cnexTpomerpe. OnHoBpeMento ¢ o10BoM onpexeasior Sb, Ag, Cu u Al (a Takxe
Pb), uto nossosser pasnuuars u HJIEHTHHIHPOBATD NYJIH PA3JHYHOTO NPOH3BOACTBA
o ux y-cnektpam [1135]. Ilpn ananuse ceumua npo6y obiyuaior 15 cex. B Hefi-
TPOHHOM MOTOKe 1,8-10' nedmpon/cu®-cex u cuumalor Y-CleKTp B TeueHHe 1 muH,
Ha MHOTOKaHAJTBHOM CUHHTH/VISIWHOHHOM Y-CIEKTPOMETPe ¢ KPHCTallJioM NaJ(TI).
ITocate storo npo6y crosa obayyaior 30 MuH., BhJICPKHBAIOT HEKOTOPOE BpeMs 1ocae
OG/IyueHHs H CHHMAIOT Y-CHEKTP NPH NOMOLH y-cnekrpomerpa ¢ Ge(Li)-nerexropom
(sddpexuBHBI o6bem 3 cu®) [1134].

Onpenenenne 0/10Ba H APYTHX MEMENTOB B repMaHUH U GeO, [1218] Ges paspy-
IIeHHs1 06pasiia MPOBOAAT Nocie oGAYUeHHS NoCAeHEr0 NoToKoM 104 Hedmpon/cm®-
*cex B TeueHHe 15 uac. HMamepenne mnposopst cmyeTs npuGamshrennmo 30 el
nocie o6ayyenns. OGayueHHYIO MOBEPXHOCTh repMaHHs NPOTPABIHBAIOT Topsiyelf
HNO; u cmecsio HNOg u HF (1 : 1), NpoMBIBAIOT, BHICYWIHBAIOT H CHHMAIOT
y-cnexTp Ha 400-KaHa/bHOM CLMHTHJI S LHOHHOM Y-cekTpoMerpe. UyBcTBHTEILHOCTD
onpejiefleHHs] OJOBa STHM MeTofioM paBHa 2-10—594.

ITpu HelTPOHHO-aKTHBALHOHHOM ONpeJie/IeHHH 0/10Ba B Pas/iHYHbLIX
06BeKTax ¢ MOCaeAyIomell XHMHUECKOIl ero 06paboTKoii, POBOANMOII ¢
LIETbIO OTAE/IEHHS MEIAIONHX 3/eMeHTOB, obiyuyeHHe npobbl MPOBO-
AAT B NOTOKaX HEHTPOHOB Pa3yIMYHON MHTEHCHBHOCTH H B TeueHHe
PAas/IHYHBIX IPOMEXKYTKOB BpemenH. Ilpu 3T0M MOMKHO oneHHTL uyB-
CTBHTEJILHOCTD OMNpejesienHs (C TOYHOCTbIO JIO NMOPsiAKA BEJHYHHbI) 110
¢opmysiaM, npusegennniM B paGore [202]:

100M
m=-fg npu ¢ > T,

20M.T
m-—_—W npu t <T,

TA€ m — YyBCTBHTE/IbHOCTb ONpejiesienus, 2; M — atoMunlii Bec omnpe-
ACJISIEMOTO 3JleMeHTa; [ — MOTOK HeHTPOHOB, Heldmpow [cm?-cek; & —
dTOMHOE ceueHne akTHBauuH, 6apu; { — Bpems obayuenus; T — me-
puox moJaypacnaza.

llpakruuecku npu onpenenennn o.ioBa HCMOJIB3YIOT 1IOTOKH Heii-
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TPOHOB |C HHTEHCHBHOCTbIO OT 7,5-10 wedmponfem®-cex [12271 no
10" nedmponfcm®-cex [372]. Bpems obnyyenus or 3 mun. [823] no
14 nuelt [1037].

BricOKkasi uyBCTBHTENBHOCTD H BO3MOJKHOCTb MPOBEIEHHS onpeje-
JIEHHsT MHOTHX 3JIEMEHTOB H3 OJIHOH HABeCKM aHaJHM3HpPyeMoro oGpasua
Aenaior HeATPOHHO-aKTHBAIHOHHBIA MeTOJ OJIHHM H3 OCHOBHBIX coBpe-
MEHHBLIX METOJI0B aHa/iu3a BeleCTB BBLICOKOH uuctoThl. Helfirpono-
AKTHBAUHOHHBIA METOJl MCNOJIB3YIOT /sl ONpeNeNeHHs 0J10Ba B 0co6o
uncThiX Bemectsax: Al [337, 10621, Fe [25], Ga [1091], Ge [463],
Pb [713], Sb [24], Si [540], Zn [1106], SiO, [345], HNO,, HCI
u H,O, [1031, 1183].

Onpenenenne 010Ba HEATPOHHO-aKTHBAIHOHHBIM METOIOM IIPOBOJSAT
B KPEMHHHAOPTraHHYECKHX cOefHHeHusX [372], reosornuecknx oGneKTax
(262, 964, 1061, 1063, 1151, 1215], peuHoil u mopckoit Boge [341,
1153, 1257], meramnax [26, 109, 114, 403, 454, 719, 816, 855, 880,
928, 1064, 1211, 1214, 1215], crann [954], KpeMHHH H IO COETHHEHHSX
[202, 223, 224, 372, 1443], GuosornuecKux marepuanax [759, 1034,
1354] u npyrux ofwekrax [313, 412, 816, 1152, 1442].

Heifitponno-aktuBaiionnoe onpesie/ienie 0108a B MeTaJIHYECKOM
aNIOMHHHH 110 MeToauKe [452] mpoBogsT ¢ HCnosb3oBaHHeM HOHHOTO
ofMeHa /ISl BLIIEIHHS 0JI0BA HA aHHOHIITE AB-17, nocie yero usme-
PAIOT aKTHBHOCTD 10 B-H3J1yuenuio n3otona '*'Sn (Topuosklil cyeTunx).

B-Hsnyuenne nzorona 2'Sn ucnosbayior Takke aas onpenesieHus
CJIJOBEIX KOJIHYECTB 0JI0Ba B CHJIHKATHBLIX TOPHBIX NOPOJAX, MOPCKOI
BOJie, GHOJIOTHYECKHX MaTephasax, deppocniaBax [998]; [IPH BBIEJIe-
HHH oJioBa coocaxenuem ¢ Fe(OH), n ocaxnennn ¢ SnS,; npu k-
CTPAKIHMH JIHSTHJAHTHOKAap6aMaTOB 0JIOBA M H3BJEYEHHH SnJ A

Jlns pajHOXMMHUECKOTO BLIA€NeHHS O/0Ba MpELJIOKeHa cxema
[75, 7981, conep:xamas ocaxuenne SnS, (nocie BBeneHHs B KauecTse
Hocutesist pactBopa SnCl, u3 6%-noii HCI), coocaxienne HEKOTOPHIX
npuMece# ¢ CyabQHAAMH MBbILIbSIKA, CYPbMBI H MOJIHGAEHA H ¢dropuaom
JlantaHa (M3 pacrsopa, coiepkautero H,SO, u HF) ¢ MOC/IEe VIO UM
ocaxJienieM SnS,, nocse Besienns B pactsop Hy,BO,. [anee ornensi-
IoT npuMecH coocaxnennem ¢ Fe(OH), u3 mesounoro pacrsopa, nocse
4ero ocaxaaiT KyndepoHar onosa(IV). NIPOKaNUBaIOT OCaJloK, B3Be-
WHBAIOT SO, ONPEALJAIOT XHMHYECKHI BLIXOJ H H3MEPSIOT TOPLOBLIM
CUCTYHKOM €r0 aKTHBHOCTD 1o f-uactuuam ¢ sueprueit 0,38 Mss (BBO-
JAT TIONPaBKy Ha CaMOTIOIJIOUIEHHE).

Onpeziesiennio MOryT Mewath cypbMa, Te/yp H ypan 1o peaKuHsaM:
1218h(n, p) 1218n, 124Te (n, d) u 238U (n, f) 1218n;

Ilpensioxen GuicTpBIil METO] HeHTPOHHO-aKTHBALHOHHOTO onpejeJe-
HHs1 0/10Ba B HuKese [823], npu KOTOPOM 1151 BLIIENTeHHS PAHOAKTHB-

HOrO 0J10Ba HCHNOJB3YIOT H30TONHbLIA 0O6Men Mek1y pacTBOPOM H OCaj-
KOM JIBYOKHCH OJIOBa.

50 M2 npo6bl noMeMAIOT B Kancyny, o6ayuaior 3 Mur. B xanaie S/IEPHOTO peak-
Topa, uepes 45—60 cex. mocie Kouna o6nydenus pactsopsior npoGy NPH HarpeBaHKH
B 2 ma HNOy (1: 1), u pacteop pas6asasior 10 ma ropsueii Bojbi. Honyuennwiii

113



pacTeop Harpepaior o Kuneuus, spoaat 200 me SnO,, kunsarar eute | MuH., 3a-
TEM OXJIaXAaioT B JeifHoH GaHe, OTQHJILTPOBHIBAKT ocajlok SnO,, nMpombiBalOT ero
30 M2 Xomopuoit Boxbl 1 HAMEPAIOT aKTHBHOCTB 23" Sn no y-nuky (0,38 Mas) npu mo-
Mom 256-kaHaNbHOTO CHHHTHMISIHOHHOTO Y-criekTpoMerpa. IlpofonsutensHocTs
PalHOXHMHYECKOTO Bbijesienusi 2™ Sn 7—8 mun., cTeneHb H3BJeYeHHs npesbilaeT
99% . Cpennee OTHOCHTEJLHOE OTKJIOHEHHE Pe3yJbTAaTOB aHain3a +3%.

JIByoKHCH 0JIOBa JJisi aHaJH3a TOTOBAT caepywouum obpasom. 10 ma SnCl,
pasbapasior Bojoil 10 100 M, oXJakpalOT PacTBOP JBJOM, HeHTPaJH3YKT KOHIL.
NH,OH no nossnenns ocagka Sn(OH),, marpepator | uyac Ha KHnsileii BOXSHORM
Gaue, BbIEPKHBAT oKoJlo 16 wac., o6pasoBaBiimiics Ocafiok OTGHILTPOBHIBAIOT,
NPOMBIBAIOT BOJOI, CYWIAT H NpokaausaioT 1 wac npu 800°C. Oxnamaenublii NPoAyKT
CYCIEHJHPYIOT B Boje, (HIBTPYIOT Yepe3 CTeKNsHHbIA (HABTP, OCAjlOK MPOMBBAIT
BOJOH AJsl yAaleHHsi OYeHb MeJKHX YaCTHI H BBICYIUHBAIOT.

Ocaxjenne pajiHOaKTHBHOTO 0/I0Ba B BHAE CyabdHAa (C HCIOJB3O-
BaHHEM HEAKTHBHOTO 0JI0BA B KayecTBe HOCHTE/Is), PACTBOPEHHE OCajKa
B COJITHOH KHCJIOTE, OCazKIeHHe NpHMecelt B BUJe CYIbOHIOB B MPUCYT-
creud HF, ynepxusatomeit os08o B pactBope, coocasxenue npumecei
¢ Fe(OH), npu sBenennu nsbbitka NaOH, ocaxnenue cyabduaa osnosa
H NpOKaJMBaHHE €ro JI0 JBYOKHCH HCHOJB3YIOT NPH AKTHBALHOHHOM
onpeJeJieHHH oJoBa B kejese H cranax [1501]. UyserBuresnbrocTs
meroaa 5-1073% Sn B cayuae uncroro xesnesa u 1-10~2 Sn B cTajsx,
cozepxamux >10% W. Mamepenne nposoxsit no B-ussyvennio 121Sn.

Onpejesienre 0J10Ba 10 y-aKTHBHOCTH 7SN MpoBOAsAT B reoJiorH-
ueckux obbexrax [10611, meraanax [1062, 1091]; no B-usaywennio
*3Sn B ropubix nopogax [1349]; no y-usnyuenmo 3mIn, o6pasyio-
merocss NpH pacnaje '*Sn nmyTem 3JEKTPOHHOTO 3aXBata, B FOPHBIX
noposiax, Muxepasiax (830, 1037, 1227], kpemuuH H JBYOKHCH KpeM-
HHa [221], a Takxke B ramaum [1227].

Ilpu noaroropke o6/1yyeHHbIX POG K H3MEPEHUIO PaJHOAKTHBHOCTH
H30TOINOB 0JIOBA € LEJbIO OT/e/IeHHs PaJAHOAKTHBHBIX 3J1EMEHTOB, CIIO-
COGHBIX MEIIATh OMpeJIeJIeHHIO 0JI0Ba, YaCTO HCMOJb3YIOT JHCTHIAIMIO
SnCl, u SnBr, [829, 1031, 1061, 1062, 1064, 1183, 15101, SKCTPaKIHIO
[24—26, 114, 454, 880, 964, 1037, 12271, HoHHBI O6MeH [24—26,
221, 222224, 372, 452, 454, 463, 830, 880, 1034, 1061, 1091, 1214,
1215], ocaxnenne u coocaxenne [338, 412, 829, 830, 880, 964, 1030,
1031, 1037, 1062, 1183, 1501].

Bo MHOrux ciyuasx B XOjie Bbi/CHHS 0JI0Ba B PajHOXHMHUECKH
YHCTOM COCTOSIHHH NPHMEHSAIOT /1Ba H/H HECKOJIbKO PA3JHYHBEIX METOJIOB
pasnenennsi. Hekotoprie cxeMbl pasjiesieHHsl 3J1EMEHTOB NPH HEHTPOH-
HO-aKTHBAILHOHHOM OINpEJeJeHHH ©0JI0BA H COMYTCTBYIOUHX 3J1€MeH-
TOB cMm. [25, 114, 222].

Hayuera BOSMOMHOCTb ONpejiesieHHs 0/10Ba NOCPEICTBOM BO3GYK-
A€HHsl MeTacTaGH/BHBIX cOCTOSHMH saep 7Sn no peakuun (y, y').
Bos6y:xnenne npoBoAsT TOPMOSHEIM H3JYYEHHEM JHHEHHOTO 3JIEKTPOH-
HOro ycKopuTeJisi Ha Geryuiei Bo/lHe ¢ MaKCHMaJIbHO sneprHeil 4,2 Mg
H CpeaHnM ToKoM Ha Beixosie 50 ska. Topmosnbie y-KBaHTH 00pasyioTcs
B IJIaTHHOBOF (tojuuunoft 0,95 am) uan cBHHIOBOR (2 M) MHILIEHH,
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pacnosioxkenHol Ha pacctosiunu 1—4 ca OT BBIXOZHOrO OKHa YCKODH-
Teasi. BosuuKkalomee B pe3ysbTaTeé H30OMEPHBIX TMEPEXOJ0B B sijapax
0JI0Ba Y-H3/1yUeHHE PEerHCTPHPYIOT CUHHTH/JAIHOHHBIM CHEKTpPOMeT-
pom ¢ kpucrasioM NaJ(Tl). Ilpu, ykazanuwix yc/ioBHSIX MOpOroBas
UYBCTBHTEIBHOCTh ONpEJIe/eHHs] 010Ba OKasajach oueHb HH3KOH ~1 %
[262]. M3yueHo Takke aKTHBAIHOHHEE ONpe/eIeHHE 0J10Ba H PAJa APY-
THX 3JIeMEHTOB NPH 00/JyYEHHH TOPMO3HBIM H3JYYEHHEM C MaKCHMAaJb-
Hofi sHeprueii 35 Mss [836].

AHHOTHPOBaHHBII NePeYeHb KJIOUeBLIX NyGIHKAIHI 10 aKTHBAIHOH-
HOMY aHanu3y cM. [348].

Paccesiiue o- u f-uanyuenus

Ilpu onpenenenuy oJoBa MOCPEICTBOM H3MEPeHHsi 06paTHOTO pac-
cesiHHs B-H3JyuyeHHsl B KayecTBe HCTOYHHKOB f-s1yueil HCMOMB3YIOT CJle-
Lyomue uzoronei: Sr 4 Y [434, 630]; 24Tl [49, 1313, 1314];
T1 [1090]); WRu - “Rh [434].

Perucrpanuio paccesiHHOr0 H3JydeHHsi NPOBOAAT € MOMOILBIO CYET-
unkoB ['efirepa — Mioanepa [1090, 1313 ]; Topuosoro cuerunka MCT-17
[434]; CUMHTHIUISILLHOHHOTO CIEKTPOMETPA C JETEKTOPOM H3 KPHCTA1a
anTpauena (anamerp 20 mm, Boicota 10 mm) u ®IY-13 [277].

Hcrounuk w3iyueHHs M CYETYHK YCTAHABJWBAIOT MOA  YIVIOM
72—75° K noBepxHocTH npoGul [422, 434].

CyuiecTBeHHBIM IPEHMYIIECTBOM METO/IA ABJSETCS €0 SKCNPeCCHOCTh
H OTCYTCTBHE HeOOXOIHMMOCTH B Npe/BapHTEIbHOMH 06paboTKe aHaIH3H-
pyemoro obpasua [1090, 1313]. Bpemsi ananusa =~ 5—10 mun. [422
434]. Ommbka ananusa 1—3,1% [422, 1090, 1313, 1314]. Ilpu cum-
METPHYHOM DACIOJIOXKEHHH HCTOYHMKA H3Jy4eHHs M JeTeKTopa, Korjaa
YroJ Mex1y HanpaBJeHHeM NePBHYHBIX W OOpPaTHO  pacCesHHBIX
B-vacrui, najgawomnx Ha nerektop, pasen 165°, nocruraercs HaHMeHb-
ulasi craTHCTHYecKasi omnMOKa 3a paBHOe Bpemsi usamepenus [277].

Meron usmepenusi o6paTHOTrO paccesiHusi B-H3Jy4eHHs HCIOIb3YIOT
/sl ONpeJieJieH sl 0JI0OBA B CmJaBax Meab — osioBo [630], cBumen, —
osn0Bo [630, 1313, 13141; onosinnbix mpunosix [1090], noxkpuiTusx
[630], opranmueckux coejuHeHHsiX, cozepxkamux ojoso [422]; mpo-
AyKTax oGoramenusi pya [434].

[lpu anasnse nponykToB 0GOralleHHs! XOPOLIME PE3YJbTATHl MOJY-
YEHbl MPH OJIHOBPEMEHHOM H3MepeHHH OGpaTHOrO pacc2AHHs P-H3ay-
YeHHS] H HHTEHCHBHOCTH XapaKTeDHCTHUECKOTO H3JydeHus osoBa [491 1.

Ilnisi noBbileHHs] YYBCTBHTEJIBHOCTH aHaJk3a JBOMHLIX CIJIABOB H
H3MEPEHHs TOJILIHHBI NOKPLITHH NPOBOAAT (HIBTPOBAHHE PACCESAHHBIX
p-nyueit vepes amomunnensie ¢uabTper [630]. Ilpu yBeanuenun Toa-
IHHB QHIBTPA YYBCTBHTENBHOCTh BO3pacraer mo 3kcroHente. Onru-
MaJbHYI0 TOJUIHHY GHJIbLTPA, YCTAHABJIHBAEMOrO Mepe] CUETUHKOM,
noabupaior sKkcnepuMentanbio [435]. B kauectBe duabTpa npu onpe-
nenenud Sn Mcnoabsyior Cu-niactuHkH TosuMHON 37 mefem® [422].

Paccesinne a-uacTHIl HCMOMB3YIOT Anisi onpeaeseHns ososa [1089].
[lpumensiemas npu 3TOM anmaparypa CpaBHHTENBHO NPOCTa, NMO3BOJISA-
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€T BECTH anasu3 Ge3 paspylwenns ob6pas3ua M yCTaHaBAMBATh COCTaB
TOHKHX [OBEpPXHOCTHBIX NJeHOK. K HejocratkaM metoia ciefyer o1-
HECTH HeOGXOAMMOCTh HCIMOJb30BAHHS CHJbHLIX HCTOUHHKOB G-M3J1Y-
YEHHS H JUIHTEJNBHOCTD H3MEpPeHHs.

HMcnonbsosaune adexta Meccbayspa

SIBnenne sijepHoro y-pesonanca (sddexkr Mecc6ayspa), nabaronaro-
uieecsi Npu o6Jy4eHHH OJIOBOCOAEPHKALLHX MATEPHAJIOB Y-H3JyUeHHEM
uzorona ""*7Sn (T, =250 auei) ¢ sueprueii 23,8 k38, B NOCJEHHE O]
NPHMEHSIOT /ISl KOJHYECTEEHHOTO ONpeJiesielnsi 0JOBa B Pa3/JHYHBIX
obvekTax [468, 626, 735, 1253].
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Cropocme  cyema

4

Puc. 16. Ipunumunuaneuas cxema npubopa Jdsi H3MEPeHHS CIEKTPa ANEPHOTO
Y-pe3oHakca

[lpurumunuanbuan cxema npuGopa AJisi H3MEPEHHS CIIEKTPa sIePHOTO
Y-pe3onanca npueejena Ha puc. 16 [121], rae / — HCTOYHMK y-KBaH-
TOB, 2 —- y-NOMVIOTHTENb (aHaJH3HpyeMmblii o6pasen), 3 — KPHCTAJLI,
4 — QoTO3MIeKTPHYECKHIT YMHOXKHTENb, 5 — CYeTYHK y-KBaHTOB. Ha
puc. 16 Takke H3oGpakeH rpaduKk 3aBHCHMOCTH CKOPOCTH CYeTa
V-KBaHTOE OT CKOPOCTH nepejaBHxeHHst oOpasna. AHaiusupyemsiii 06-
pasell (y-NOIJIOTHTENb) JIBHKETCH OTHOCHTEJBHO MCTOYHHMKA Y-KBaHTOB
C onpeJieieHHOH CKOPOCTBIO, Y10 NO3BOJIAeT 0GeCneyHTh YCJIOBHS pe-
30HaHca. HManyuaemele HCTOUHHKOM M NMPOLIEJUIHE CKBO3b MOIVIOTHTENb
Y-KBaHTBl BOCIIPHHHMAKOTCS JI€TEKTOPOM H PErHCTPHPYIOTCS CYETUHKOM.
[oppoGuoctn o wveroze SITP-cnektpockonun cm. [122].

B kauectse HCTOYUHNKAa PE3OHAHCHOTO Y-H3JYYEHHS NPH OIpeese-
HHH OJI0Ba Hcnosbsylor obpasen PdySn [1253]. Bepositno, aas stoii
e 1esn Moxer ObiTbh HCroJib3oBaH M cTaHHat Gapusi (BaSnOy) [122,
436]. B xauectBe seTeKTOpa HaJyuenus npumensior kpucraia NaJ(Tl),
CBA3AHHBIH ¢ GOTOYMHOMKHIE/IEM H aMIIHTYAHBIM aHaiusaiopceM 626,
1253].

Ilpu npuvenennn meroga aas onpenenenus 0,1—60% Sn B Mune-
PaJIbHOM ChipE€ M IpoiyKTax cGoramenns ObuIo MOKAa3aHo, 4TO NPOJIOJ-
JKHTEJIBHOCTh aHAJIM3a C MOMEHTa B3fITHSI HABECKH cocTaBJiser 15 MuH.,
a TOYHOCTb He YCTYIaeT TOUHOCTH XHMHYECKOro aHajH3a B NPHCYT-
CTBHH Nemawwux sieventos [482]. Ha onpejenenne onosa ne pauser
COJiepaKanKe NOCTOPOHHHX 3JIEMEHTOB H H3MEHEHHE BJAXKHOCTH 06-
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pasuos (Boioth no 20%), HO BJHAET CTeNeHb HX H3MeJibYeHHs
[626].

Hutepecroii u BaHOH OCOOEHHOCTBIO METOJA SABJISIETCS BO3MOXK-
HOCTb He TOJILKO ONpeJieJIeHHsl KOHLEHTPAIHH 0J10Bd, HO H YCTAHOBJIEHHE
€ro BaJEHTHOTO COCTOSIHHMSI B aHajusupyemom ofpasue [696, 1519].

9

Macc-cneKTpa:leue METOJbI

Mace-cnekTpanbHble METOALI IPUMEHSIOT JJIsl ONpeJiesIeHHsl 0JI0BA B
meraaaax (678, 706, 716, 752, 1251, 1462, 1471], cnnapax [1362],
cranu [1369, 1471]) u gpyrux obvekrax [142, 664, 811, 997].

Aua/iu3 NPOBOJAT C NOMOIIBIO Macc-CNEKTPOMETPOB M Macc-ClieK-
tporpadoB tuna MX-1303 (co cyerunkom monos CH-01) [142], MS-7
1678, 1369, 14621, MS-702 (706, 752, 14711, 21-100 [1251 ], Marra-
yxa — ['epuora (c asoiinoii ¢okycupopko#) [116, 10551]. Jdas o6paso-
BaHHsl MOHHOTO IlyYKa HCIOJB3YIOT HCKpoBO#i mneroynuk [116, 678,
706, 752, 1055, 1369, 1471], 6om6apanpoBKy OCTPO(OKYCHPOBAHHBIM
JIYYKOM HOHOB HHEPTHBIX H PeaKIHOHHOCNOCOOHBIX rasos [664 ], pac-
NbJIEHHE HOHHBLIM [YYKOM C HCMOJb30OBAHHEM KACKaJHOIO Macc-CIIek-
TpoMeTpa (Harpepanue oOpasua BHYTPH HCTOYHHKa Honos) [811, 997].

YyBCTBHTE/IbHOCTb, AOCTHTHYTasi NPH Macc-CNeKTPaJbHOM Olpe-
JI&JIeHHH  0JI0Ba, XapaKTepH3yIOT CJAeAYIOUHMH JaHHBIMH: 3,4 X
X 10~* o6bemu. %, cunrast Ha SnCl, u 1,5-107* o6bemu. % npu on-
perenenun oaosa B SiCl, u GeCl, [142]; ~10=3 ar.% B MeraJiHye- .
cKoM Hatpuu, 2-107°%% B Mmerannnueckom umuke [1251].

Ounoso B Koamuectse (5—10)-10~? 2 onpegensiior B BOAHLIX PacTBo-
pax 1ocjie HaHeceHHsl MX Ha BOJbGPaMOBYIO JIEHTY (MHILIEHb) H Bbina-
puBajor jocyxa [811]. UysctBureabnocts mertopa 10710—I1071 2
(C BLICOKOYACTOTHLIM HCKPOBEIM HeTounuKoM) [116]. Tounocts ananusa
NpH onpejiesienyy ojiosa B Hatpuu coctasiasier 10—20% [706], npu
aHa/lM3e MelH Cpe/HeKBaJApaTHYHOE OTKJOHEHHE Pe3yJIbTaTOB aHaJIH3a
paBHo 0,12 [678 . J1n151 MOBHILLIEHHST TOYHOCTH AHAJIH34 MACC-CIIEKTPaJib-
HbIM METOJOM NPHMEHSIOT MOAYJISLHI0 HOHHOro myyka [752, 1471].
YacTtoTy MOAYJSIIHH B PasHBLIX CAY4asix HCHOJb3YIOT PasiHUHYIO
(10%—10° 2y). Ilpu onmpelesieHHH 0J0Ba B aJIOMHHHH HCNOJb3YIOT
yacrory Moayasiui HoHHoro nyyka 100 xey. Ilokasano, uto mpume-
HEHHE MOAYJALHH HOHHOIO Ily4YKa I103BOJisieT B GOJIBLIHHCTBE CJyYaeB
YMCHBIIHTL B 2—3 pasa owuOKy BOCIPOHSBOAHMOCTH 10 CPABHEHHIO C
HEMOJly /IHPOBaHHBIM TyYKOM. B ONTHMaJIbHLIX YCJI0BHSX OlIHOKa BOCIIpO-
H3BOJIAMOCTH OMpE/eJeHHsi CJIOBa 5THM crioco6oM He Gosee 10% (npu
aHa/H3e adiOMHHHA M cTanu) [1471].

AHa/Hu3 peaKTOPHOTO METaJINIHYECKOr0 HaTPHS MOMKHO OCYLIECTBHTH
ABYMsi CrocoGamMy ¢ MOMOIbI0 Macc-crniekTporpapa tuma MS-702.

INepsoit BapuanTt. OO6pasell pacnyaBisdlor H C MOMOULBIO TPYOkH H3
HepKaBelollleil cTa/H (BHYTPeHHMIl aumamerp 3,2 ma) C MAyHIKePOM OTGHPAIOT YacTh
npobbi. IToce saTBepaeBatus NpoGy BHAABAHBAOT B rpaduTOBHIE cTakaH. DTH one-
paluMi NpoBoisT B CYyXoil Kamepe, sano/Hednoll apromoM phicokoit uucrorsl. [lonro-
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TOBJIeHHble TaKUM 06pa3oM 3JAeKTPO/b! MePeHoCAT B NpHGop B cnelHaJbHBLIX KOHTel-
Hepax, 3amoJHeHHLIX aproHOM, H YCTaHABJIHBAIOT B HCTOUHHKe (TaKXkKe B aTMocthepe
aprona). [lanee npuGop BaKyYMHPYIOT 10 ocTaTouHoro fAapienus 10—7 s pr. cT.,
H 3JIEKTPOJIbL OXMAMKAAIOT XKHAKHM asotoM. [last 3Toro B BepXHeil 4acTH KaMepbl HCTOY-
HHKa pacnosoxeH cocyl [Ibloapa, K KOTOPOMY Ha MeTaJlJIHUeCKOM KOJbIe KPemsT
aMOMHHHEBBI Jepxkatenb rpaduToBoro crakaHa. Bpems oxmamaenus 3aextpo-
noB npuGAH3uTeNbHO 10 —190°C cocraBiasier ~18 mun. OGhicKpHBanHe CTepKHS
H3 aHaJH3HPYEMOTO MeTa/llla, MOMEIleHHOTO BHYTPH rPaHTOBOrO CTakana, MpoBOAST,
HCMIOJIL3YS B KayecTBe KOHTP3JIEKTPOAA 30JI0TYI0 NPOBOJOKY auameTpoMm 1,6 ma.
Tocate npensapuTenbnoro o6bicKpHBaHHS, TPOBOAMMOTO A1 YAaJdeHHs MOBEPXHOCT-
HBIX 3arpsisienuil ¢ sjeKkTponos, dororpadupyioT Macc-crekTp o6pasua ¢ pasinu-
HBIMH  3KCIO3HUHAMH B HHTepBaje (3—10)-10—%—3.10— xyron. [daurenbuoctsb
HMITYJIbCOB HCKPOBOIO pa3spsijia nomep}xunam‘{ paBHoil 25 MKceK, a 4acTOTy BapbH-
PYIOT B 3aBHCHMOCTH OT 3Kcroadumud 300—10"24 [705].

Bropoi BapwuanT— npuvMeHenne JMsi aHalAn3a JBYX 9JeKTPOIOB H3
HceleayeMoro ofpasia B Bujie crepxueil. Oxna¥jienHe 3SJ€KTPOAOB OCYILECTBJISIOT
C MOMOLIBIO NeTeIeK H3 MeJHOM JeHTH!, coeluHenHBIX ¢ cocyaom Ibioapa. PaBroBechas
TeMnepaTtypa 3/MeKTPojoB pasHa npumepHo —50°C. [l OLEHKH MOJYyueHHBIX CrieKTs
porpamMM NpHMeHsIOT BH3YabHbIA cnoco6 (METoA JHHHIT PaBHOI HHTEHCHBHOCTH) HJH
dotoMeTpHpOBaHHe MHKOBEIX TouepHeHuii JuHKi. IMosyuennsle pesyJsbraThl corsia-
CYIOTCSI ¢ JIaHHBLIMH SMHCCHOHHOTO CIIeKTpaJibHOro aHadmsa [705].

ITpu onpejesienn 0/10Ba (M psAia HHLIX 3JIEMEHTOB) B MEJIH C HCITOJb-
- 30BaHHEM Macc-criektpomMerpa MS-7 ¢ menbio ycTpaHeHHs BJAHSHHA
HEOJHOPOJAHOCTH NMPo06 Ha pesy/bTaThl aHAJIH3a NPHMEHSIOT Bpalaoo-
muecs asekTponsl [678]. Mcenenyembie o6pasisl TOTOBAT B BHE 1H-
JHHJPOB (AuHamerpbl 2—3 mm, niuHa 10 mm). Buiia uaMenena reomer-
pHs HCTOUHHKA MOHOB, KOTOPbIH ObL1 JONOJHEH ABYMsI NpHcrocobue-
HHSIMH JI/Isl BPAILEHHs 3J1€KTPOJIOB OT CHHXPOHHBIX MOTOpOB. [lepenauy
BpAllleHHsi B BAKYyM OCYHIECTBJSIOT C NOMOUIBbIO MATHHTHBIX MyQT.
DJIEKTPO/Ibl  YCTAHABJMBAIOT GOKOBBIMH TOBEPXHOCTSIMH JIPYT NPOTHB
Apyra Ha paccrosinun 0,2 smm ¢ nepexpuiBanuem 1,5 sm. Hanpsixenne
Ha 37eKTpojib (30 k6) mojaloT OT BTOPHYHOH OOMOTKH KaTymku Tesla.
Yacrory umnyabco BapbupyloT B npenesnax 10—1000 2y, npojosxu-
TeJbHOCTh HMIYJAbcoB B mpenenax 100—200 mxcex. Cnekrpbl peru-
CTPHPYIOT NPH ycKopsiouleM HanpskeHHH 20 k6 n Toke MaruuTa 206 ma.
Ckopoctb BpallleHHst 3JEKTPOJOB H3MeHsaH oT 60 1o 250 o06/mun:
HccaieoBanns nokasanu, YTO NPHMEHEHHE TEXHWKH BpallalomHXCS
3JIEKTPOJIOB TO3BOJIAET CHH3HTh TPaHHLy oOHapyMKeHHsI TpuMecell H
o6ecreynTb HACTOJNBKO GOJIBLIYI0 CTAOHJIBHOCTD HOHHOTO TOKAa, 4YTO
CTAHOBHTCS BO3MOJKHBIM 3JIEKTPHYECKOE H3MEpPEeHHEe HOHHOIO TOKa.
Kpowme Toro, npu Takom cnocoGe HaJiiuHe NOBEPXHOCTHBIX 3arpsA3HeHHi
OTpaykaeT XapaKTEPHCTHKY BCeH MOBEPXHOCTH Mpobul M 3TH 3arpsi3He-
HHSL MOTYT GbITh YCTPaHEHBI NMyTeM NPeJBapHTEJIbHOTO OGBLICKPHBAHHS
nosepxHoctH. HenocraTku meropa: Jsisi aHa/iW3a MOXKHO NPHMEHSITh
SJIEKTPOJIbI TOJIBKO LHJIHHAPHUECKOH (GOPMBI; HeoOGXOAHMO TOYHO yera-
HABJHBATD 3JeKTpojbl (3KcuenTpucutet 0,01 mm), MeHbILIHHA HOHHBI TOK
H COOTBETCTBEHHO OGoJibllee BpeMf 3IKCIMO3HIIHH CIIEKTPOB.



I'arasa 1V

OTJAEJIEHHE OJI0BA
OT CONYTCTBYIOIUX IJIEMEHTOB

Bouibiioe ynes10 3/1€MeHTOB, MEIaiolHX onpeneJieHHIo 0J10Ba MHO=-
T'HMH MeTOJlaMH, a TaKXKe HEoOXO0IUMOCTh KOHUIEHTPHUPOBAHHUS OJIOBaA JI/15
YBeJIHYeHHs1 UYBCTBHTEJIbHOCTH aHaJH3a YacTo JeJaloT HEeOOXOIHMBIM
NpoBeJieHue OT/eJeHUusA 0J10Ba IepeJ ero olpeie/eHHeM.

METO/lbl OCAXXAEHHUA H COOCAXIEHHUA

OTIIEJ]BHHE 0JIOBA OT COMYTCTBYIOUWIHX 3JIEMEHTOB OCAXKJEHHEM €ro
B BHJ€ PAasJHUYHBLIX TPYAHOPACTBOPHMBIX COEJHHEHHH B psijie c/iydyaes
oKasblBaercsi BecbMa 3(QGeKTHBHBIM.

OcaxieHHe H COOCAXKJEHHEe HeOpPraHWu4YeCKHX COeJIMHeHHH

M3 HeopraHuyeckKuX coeJHHeHHi, HauboJjee 4aCTO HCMOJb3YeMbIX
JJIsS 9TOM 1leJIH, CJefyeT YNOoMsHYTh rHapar okucu ogosa(IV), ero
OCHOBHEIE COJIH, CYJb(HAB H MeTa/lJHYecKoe OJOBO.

OcaxjaeHde THApPATa JABYOKMCH 0/I0BA M ero OCHOBHBIX COJIeH IpH
OTHOCHTE/IBHO BBLICOKHX COJIEPXKAHHSX OJIOBA B aHAJHM3HPYeMbIX 00beK-
Tax paccMoTpeHo B pasjyiede «[ paBumerpuueckue mero/nly. [Ipu onpese-
JIEHHH 0JI0Ba B JIaTyHH M GpOH3e OcakjleHHeM OJIOBAHHOH KHCJOTHI,
IIPOLIECC COOCAK/ICHHST JKeIe3a MOXKHO BhIPasuth ypasnennem Ppeiini-
JIXa:

LI 1/n
m =K.c'/",

rjpe Xx — KOJHYECTBO El,IlCOpﬁHpOBaHHOl’O xeJnesa, Me, m — KOJH4Ye-

crBo SnO,, me; C — paBHOBecHast KOHUEHTpamus HeajacopOupo-
BaHHOTO eJe3a, me/ma, K U n — NCCTOSIHHBIE JJIsT JIAHHOH CHCTeMbl
L2 )

Jlns oTiesIeHus 0JI0BA OT LIEJOYHLIX M 1eJ0YHO3EMENbHBIX 3JeMeH-
toB u uonoB NHj ruapookucu onosa(Il) u onoBa(IV) wmoryr GuiTh
ocaxensl ¢ nomouisio Mg(OH), [971].

[lpu BeE/IEHHH OJIOBA M3 MEIHLIX CMJIABOB €r0 4YacTo OCAMKIAIOT
ammuaron [365]. Yayuwenue paspesnenus, JOCTHTA@MOrO NpH OCaXK-
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JeHHH THApAaTa ABYOKHCH OJOBA aMMHAKOM, HMEET MECTO NpH mpejsa-
PHTEBHOM BBeJIE€HHH B KHC/IBIH pactBop Kommiekcona II1.

B npucyrersun xomnaexcona I11 nponcxoaur otaesenune Sn(IV) or
Cu, Bi, Cd, Hg, Pb, As, Zn u In [715, 831, 1107, 1268]. He orxe-
asiorea Sb, Ti, Be, U, Cr(IT1) u Hg(I) [660].

Fujposnutiyeckoe ocaxnenne  Sn(IV) w3 ameroHosoro pacrsopa
HOJIH/I0B NPHMEHSIIOT AJIsi €ro oTAeseHus oT cBuuna [1418], menu [14211],
Kaumust W Buemyta [1419], a Takmke npumeceii, cojeprKamuxcs B
MertajHyeckom osiose [1417].

Ocax/ienio ruapata OKHCH 0JI0BA aMMHAKOM MOKET TpeJlIecTBO-
BaTbh OCaxK/JeHHe HeaMpOTePHLIX T'HAPOOKHCEH MeTaa/oB H3GLITKOM
wesioud. Tak, mpu onpejesieHHH 0J0Ba B MHHEpaJaX JkKeJe3a cHayaJa
NepeBoAsIT €ro B IIEJOYHOM PacTBOp, a 3aTeM 0CaK/1al0T AMMHAKOM TOC-
Jie NpeIBapUTeNbHOrO mnoakucsaenus [1228].

OcnoBuoii cyandar o08a(IV) jaxke B yCIOBHSX FOMOTEHHOTO 0CAK-
aennsi [941] (korna ofpasyercsi KOMNakTHEI OCAJiOK TOrO COeHIe-
HH31) 3axXBaThiBaeT GOJIbUIME KOJIMYECTBA NPHCYTCTBYIONMX B PACTBOPE
nonos (939, 940, 942, 1499], uto OrpaHHUHBAET BO3MOXKHOCTH €ro
HCTIO/Ib30BAHNS JYIsl OTLEJIeHHsT 0J10Ba. MHTepeceH MeToj pasnenenus,
OCHOBAHHEIN HA WCIOJIb3OBAHNH DA3HHILI TEMIEPATYP, NPH KOTOPHIX
HayHHAeTCs] TepPMHYECKOe passokeHHe HHTPaToB Merasuos [1480].
B kauectse pacTopuTesieil mpHMeHSIOT PacIIaBE HHTPATOB LLEJIOY-
HbIX MeraJioB. HauGosee yno6unl serextnka LiNO,—KNO; (65 moa. %
KNOg, 7. ma. 132°C) u sprextuxa NaNO,—KNO, (skBuMOsIEKY15D-
HOTO coctaBa, T. J1. 218°C). B pesyJ/ibrate TepMHUECKOrO PasokeHHs!
HHTPATOB METAJIJIOB OCAXKAAIOTCA OKHC/IbI META/IVIOB, KOTOPhIE OTAE/SIOT
¢uabrposannem. B pa6ore [1480] onucaunn yerpoiictea juis buabTpo-
BaHMf pacnyiaBoB. MeToj HMCNONB3YIOT IS pasjieleHHsi CBHHIA H
0JI0BA.

Ocaxpenne cynsdunos onoa cepoBogoponom. Hecmorps ma nsse-
CTHbIE Hey100cTBa paGOTH ¢ CEPOBOJOPOIOM, BCE ellle AOCTATOUHO IIH-
POKO HCIIOJIL3YIOT €r0 /151 OT/le/IeH st osioBa. MenosboBanue cysibgusa
Hatpus B cpexe 1,5—2%-noit HCI rakxke nossoaser ocanurs  Sn(I1),
OZHAKO [ KOJIHYECTBEHHOTO aHA/JH3a TaKoe OCAXKIEHHe HENpPHIOJHO
[476].

Ocaxaenue cepoBOJOPOJIOM H3 KHCJIOTO pacTBopa (Hanpumep, H, SO,
[1 : 10]) nosBoasier oTaeaHTH 0/10BO OT Kesesa u psiza APYTHX 3JeMeH-
TOB, He OcaxkJawliuxcsa B ITHX ycaoBusax [486].

Hcenenosanue BansiHHsS KHCJAOTHOCTH M TEMIePaTypLl IPH BheJe-
Hun Sn(I1) m Sn(IV) ocamnennem cepoBogopoioMm H3 2—5 %-Hbix
PacTBOPOB XJIOPHJ- HJIH HHTPAT-HOHOB II0KA3aJ10, YTO ONTHMAJbHAs
KHCIOTHOCTD 111 ocaxuenns ososa pH<<1 [720]. TMpucyrcrsue Hut-
paT-HOHOB Mmemaer, Tak kKak npu stoMm Sn(IV) ocaxmaerca name npu
HarpeBanuu MeANleHHO H He mosHocTbio. Kosuuecrsennoe ocaxkienue
CyJbuaa os0a MoKer GbiTh IOCTHTHYTO 3a 5 MHH., €CJIH BHAYAJE npo-
MyCKaioT CepoBOAOPOA (NPH TNepeMeIHBaHHH) uvepes caAaBOKHCIBIN
pacTBop Ha xonoay. M3 consmokneanix pacrsopos Sn(IV) u Sn(11)
OCAMIACTCS KOMMUECTBEHHO (NPH KOMHATHOM Temiepatype) mpH KoH-
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uentpanuax HCl coorsercreento 2 u 0,3—0,5N. B 10 ke spems As(V)
MoeT ObITh OCa)<lleH 32 8 MHH. NpH NPONyCKaHHH CEPOBOJIOPOJA B
narpernit go 70°C pacreop, copepxamnit 6—7N HCI. M3 5N HCI
Sh(III) ocaxpaloT NpH KOMHATHOH Temneparype. Pasinune B nose-
nenun As(V), Sb(III) m Sn Hcnosb3yior Asis pasjenelHs 3THX 3Je-
mentoB [700]. Pasnenenne Shou Sn B Buje cy/bgHA0B PacCMOTPEHO B
[1340, 1341, 1467]. :

Hcenenoano ocaxaenne cyabduaos Zn, Co u Fe ¢ cyanduaamn
Sn(II) u Sn(IV). Ocaxnenne npoeoaar u3 0,3V HCI npu 18—20°C.
Ilpu mu3kom copepxanuu B pacteope Zn, Co u Fe (no cpasnenwio ¢
conepzanneM 0JoBa) B ocaake SnS, ob6uapymxeno 10; 17,2 u 1,81%
3THX MeTa/oB cooTBeTCTBEeHHO. B ocaake SnS naiineno 2,20% Co n
0,50% Fe. Ilpu skBuMosieKyJisipHOM copepxkanuu B pactsope Zn, Co,
Fe u Sn(IV) coocaxpenue stux tpex siementos ¢ Sn(IV) cocrapisier
3,0; 8,1 u 8,9% coorBercrBenno, a ¢ cyabdpuaom oaosa(ll) — 1,9;
1,5 u 2,0% coorserctoenno. Coocaxnenne Co n Fe ¢ SnS, npesuimaer
coocakenne 3THX saementoB ¢ cyabpupamu Hg(Il), Cu(lI), Cd,
Bi, Sb(III), As(I11), Pb u Ag; ¢ SnS coocaxknenne Hepesanko. Bosib-
was pasnuna B coocaxzenun cyabduuoB Co u Fec SnS, u SnS o6bsic-
usiercsi TeM, uto SnS,, CoS u FeS uMelor rekcaroHaJbHyr0 KpHCTaJJii-
YecKyl peleTrky, a SnS — pombuueckyio [471].

Ipu ocaxienun 0J0Ba H3 CJAAOOKHC/bIX PacCTBOPOB CEPOBOLOPOIOM
B 0OC4ji0OK MOTYT MONajaTh MeTasJibi, THAPOJH3HPYIOUIHECH B TaKHX
cpenax. Ilostomy anisi otaesienusi osioBa B Buje cyabpuaa or Nb, Ta,
W, Ti, Zr, V n Fe ocaxnenune nposoaar npu pH~3 B npucyrcrsuu
BHHHOH MJIM JIHMOHHOH KHCJIOTBI, CBSI3bIBAIOIIEH NEepeuyHc/eHHLIE Me-
TaJJibl B PacTBOpHMbIe KoMIuiekcsl [387, 388, 1502].

s orpenenus Sn(IV) ot MerassoB, ocaxk/aLLNXCsl B BHAE CYJib-
¢ua0B, H3 KHCABIX PACTBOPOB CHayaJsa BHIAEISIOT OJIOBO B Buie SnS,,
3arem pacrBopsior ocaiok B HCl i ocaxiaior npuMecH B BHJE CyJbpH-
nos B npucyrereun HF [770, 1501].

B 11e/04HOM pacTBOpe OJIOBO B MPHCYTCTBHH TapTpar-HOHOB OT/e-
JSIOT OT BHCMYTa H CBHHIIA OCaXKJEHHEM MNOCJeJHHX B BHJE CyJbdu-
nos [478al.

s ocamiennsi SnS, npu oT/iesIeHHH 0J10Ba XOPOLIHE Pe3yJIbTaThl
JlaeT HcnoJb3oBanne muoayemaxuda (642, 644, 765, 829, 973, 1425]
H muogopmamuda [1199].

Mauibie KoJiHUecTBa 0J10Ba BLILEJSAIOT B OCAJIOK BBeJleHHeM B PacTBOP
PAa3IHYHBIX KOJJIEKTOPOB. JIJIsi OcaXKAEHHs THAPATa JBYOKHCH 0JI0Ba B
KauecTBe KOJJIEKTOpa MPHMEHsT 2udpam Odsyokucu mapeanya (93,
509, 935, 1206].

ITpu GeicTpoM onpejesieHHH 0J10Ba B CTAJH HCIOJNB3YIOT METOJ €ro
OTJe/IeHHs coocaKaeHHeM ¢ dayokuceo mapeanya [198].

2,5 & ofpasua pasaarator 40 ma HNO;g (1 : 1), k pacrBopy npuCapasior 10 ma
5-%mnoro pactsopa MnSO,, pasGapasior Bojoil jio 350 Mz, N0GaBAAIOT MO KamJsM
3 ma 3%-noro pacrpopa KMnO, u sateM npH KHIAYEHHH elle 2 M4 3TOro Xe pa.
crBopa. Ocazok MnO, oTduILTPOBLIBAIOT, NMPOMBIBAKT ropsyeil Bojoil, pasnaralor
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20 ma HCI (1 : 1) B npucyrersun 1—2 an 3%-uoit H,0,, pas6asasiorT o
100 m2 Bopoit u xunsatar ¢ 50 ma H,S0, (ya. sec 1,18) u 50 aa HCI (1: 1) pas
pasnoxenns H,0,. [Ipn panpneiimeM oGbeMHOM HOJAOMETPHYECKOM oIlpeje/cHHH
¢ mpeasaputensHbIM BocctaHoBaeHneM Sn(IV) runodocdurom, onpenenennio onopa
nocie Takoro otaedenus He mewawtr Cu, Cr, a takxe Ti, Mo n W npu conepixa-
HHH HX jo 12,5 me; BAWsHHe BaHAJHS YCTPaHAIOT MepeocaxjenneM MnQ,.

OGeuHo coocaxnenne osoBa ¢ MnO, mpoeoast u3 1,2M HNO,
[14, 1231, 1307] wan u3 pacteopos ¢ pH 3—3,5 [387]. Cop6unonnas
cnocobHocTb MnO, 3aBHCHT KaK OT BHAA KHCJOTHI, COJEpIKAlIEiics B
pacTBope, TaK H or ee Konnentpauuy. Ecan konnenrpamns HNO,<TIN,
TO NPH OJAHOKPATHOM OCaJIEHHH JlocTHraercss otaenenue 98% Sn.
B cmecu H,50, + HNO, coocax/enne 0/10Ba yMeHbIIAETCS C yBeJH-
yenueM conepxanus csobomuodi H,SO,, a npu ee koHuentpauuu
>0,6N naxe ABYKpPaTHOe OCAXKJEHHE He JIaeT YIOBJETBOPHTEJBHLIX
pesyabratoB. M3 conyTerByiomux 0/0By HOHOB Ha ABYOKHCH Maprania
B He6o.1b1oi cTenenn copbupyiores Mo(VI) u V(V). Ilpu ux Bhicokom
COJePXKAHHH B CcTajsix 3atpyausiercss copbuus Sn(IV). Ilostomy co-
ocaxjienue ¢ MnO, He mMoxer ObiTh PEKOMEHJI0BAHO /I aHaJH3a Bbl-
COKOXPOMHCTBIX CTaJjieif, MJ10X0 pacTBOPSIOUIHXCH B ONHOH a30THOMH
kucsore [352].

IMo nannwiM [943, 996], nocse nMBYX NOC/a€10BaTENbHBIX J06ABOK
Mn(NO;), k pactBopy KMnO, c o6pasosasumeiica MnO, coocaxia-
ercs ~97% Sn.

Ipu coocaxaennn osoBa ¢ MnO, J0CTHTaeTCs OT/IENEHHE 010Ba OT
wesesa |14, 387, 7471, mequ [130a, 3871, ceunna [388, 13071, BucmyTa
[388, 12311, amomunusi [387], nukens [762]) u psina apyrux meras-
J0B. Coocaxenne oy0Ba ¢ 2udpamom 08YOKUCU MAP2ANYQ HCTIOB3YIOT
AJIS OTJI/IeHHsl 0JIOBA NIPH €ro ONpeAesIeHHH B PYAaX H NPOoAyKTax 060-
ramenus [93]; UHHKOBLIX KOHUeHTpaTax [943, 996]; amomunuu [1048a];
keaese [747, 946, 1159, 1353 ]; nuoGun [3881; ceunue [937]; kagmun
u ero coeaunenusnx [1438]; cnuiaBax nuoGusi [388], ceunna [937],
amomunus [537], nBerneix meraqioB [986al; smerupoBanHeIX cransix
1352, 1048al; wyryne [14]; cransx [198, 747, 944, 1017, 1077, 1159,
13531; d¢epposoabdpame [130a, 1077]; depponnkere u Qeppoxpo-
me [1077].

I'wapar ABYOKHCH 0J10Ba COOCAMKIAIOT TaKkKe C 2uPOOKUCAMU:
amomunusa [388, 442, 639, 641, 642, 682, 1144, 1311, 1451, 15181,
TpexBaJeHTHOro xesiesa [174, 302, 411, 509, 589, 817, 830, 943,
955, 996, 1048a, 1056, 1077, 1357, 14511, Bucmyra [472, 671], uup-
kounus [640, 6411, TpexBasentHoro xpoma [441], maruus [641] u
Gepunsus [14, 92,227, 247, 353, 480, 481, 523, 524, 644, 1197, 1336].
B nocnennem cyuze ocax/IeHHe 4acto E€AyT B NPHCYTCTBHH KOMILIEK-
cona [11, yzep:xuBasi B pacTBope Mera/libl, 0GPa3yolHe MPOYHLIE KOM-
IJIEKCOHATLI. B HEKOTOpBIX caydasx, Hec6opOT, YAEpPIKHBAIOT B MIEI0Y-
HOM pactBope oJCBO, coocaxjaa npumecn ¢ Fe(OH), [770, 15011].

Conocrasienne 3hheKTHBHOCTH COOCAXKIeHHsl T'HIPOOKHCAMH Be,
Mg, Al, Cr, Zn, La, Ce u Th, ucnonb3yeMbIMH B KayecTBe COOCaAHTe el
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0JI0Ba H CypbMbl TEpes, UX MNOJsiperpaduueckuM onpeje/ienueM, noka-
3a/0, 4TO HauboJIee TPHIOAHON JJs 3TOM LeJNH ABJAETCs 2uUdPOOKuUCh
mopus, KOJHYECTBEHHO H3BJEKAIoulas OJoBO M CYpbMy H3 pacTBopa
[567].

Jlast OTZesenHsi 0J10Ba OT MOJIHGJEHA ¥ Jkesesa MpH anaiuse dep-
pomo/iu6jieHa Heroabp3yioT ero coocaxaenue ¢ HSbO, [485].

OJ10BO coocaKnaeTcsl TAKKE ¢ 2udpamom OKUCH MAHMAAQ, BCIEICT-
BHE Yero NpH ONpejleJIeHHH 0/10Ba B KACCHTEPHTAX B MPHCYTCTBHH TaH-
Tana 1OJYYAIOT 3aHHKeHHble pesyabratel [956].

Ias Buigenenus  Sn(IV) ucnosb3yloT TaKike €ro CcoocaxieHue c
Be,(PO,), B IpHCYTCTBHH aMMHAUHOTO pacTBOpa kommiaexkconal I1[230].

B kauecTBe coocajutesied /s cyJabdHIa 0JOBA HALLTH NpHMEHEHHe
B AHAJIMTHYECKON TPAaKTHKe cyabgudol medu (641, 642, 15091, pmymu
(6441, kadmus 1364, 784, 15021, moauddena(VI) [818], a Takxke rui-
pookuchk amomuans [559]. B nocnensem cayuyae coocaxjieHHe 0J10Ba
nocruraer 80—90%, B TOo BpemMsl KaK HCIOJb30BAHHE B KAUECTBE cooca-
auTeasi cyabduaa KajaMHs [03BOJISeT yBJedb B 0C4l0K 90—100%
Sn [494].

OcaxJeHde MeTAIHYECKOTo 0J0Ba MJIH CONYTCTBYIOLIHX METAJUI0B
aJeKTPOJH30M M LEeMeHTalHell B PAJe ClyyaeB OKa3bIBAaeTcs BECbMa
s¢xpeKTHBHBIM CMOCOGOM OTAE/IEHHS] HJIM KCHIEHTPHUPOBAHHSA OJI0Bd.

Ilpu XMMHKO-CIEKTPAJIbHOM ONpeJe]eHuu 0J0Ba, BHCMYTa, CBHHIA
H TA/JIHSL B ILMHKE M ero crjiaBax HCMOoJb3YIOT 3JIEKTPOJIUTHYIECKOE BbI-
JeJeHHe 3THX MeTalioB Ha Karoxe w3 muuka [1358].

XopouiHe pesyabTaThl NOJYYalOT MPH 3JIEKTPOJIHTHYECKOM pasfe-
JIEHUH He TOJbKO B TOM C/ydae, KOrja B pacTBOpe OTCYTCTBYIOT MeTaJl-
JIBI, CIOCODHBIC OCAXIAThCH OJHOBPEMEHHO C OJIOBOM, HO H B pPAIE C/1y-
yaes, Korja mpucyrersylor Bi, Sb, Cu, Pb, Zn u Cd — snemenTs,
crocobubie BOCCTAHABAMBATBCA HAa KaToje jo Mmeramios [32, 39, 117,
209, 210, 212, 213, 254 1. I1pu sT0M OOLIUHO 3JIEKTPOJIH3 BEAYT B yCJIO-
BHAIX, [IPH KOTOPHIX 0JIOBO OCTaeTcs B pacTBOpe, a Ha KATOJE Ocaxia-
IOTCSl OTJIEISIEMbIE METAJIJIEL.

Iisi pasnenenust Cu, Cd u Sn GbuT NpHMEHEH BHYTPEHHHI 31EKTPO-
au3. CHauana BHIJENAIOT Melb W3 COJIAHOKHC/JIOTO pacrsopa, Colepia-
1ero »KeJlaTHH, TPH HMCNOJB30BAHHM CBHHIOBOTO aHOJNA H CETYaToro
niaTHHOBOrO Katoja. 3arteM Beigeasior Cd u Pb u3 yKCyCHOKHCIION
cpejibl ¢ HeroJb3oBaHueM Al-anoza, nocsie uero BBOAAT HCI u ocaxnaior
0JI0BO, YCTAHOBHB IPEBaPHTENLHO HOBBI cerdaTsiil Pt-snekrpox [927].

JI7 noayuenns yueThiX npenapatos 12Sn u 1**Sh BhiensioT Cyph-
My M3 pactBopa, copepxaiero 7NV HCI, uemenranueii B Teuenue 15 MuH
Ha Bpamamomeiics CIupaid M3 JKeJe3HOil 1POBONOKH. 3a 3TO BpeMs
ycneBaer Buigeautbes ~99% Sb, a mpucyTeTBylouii B pacTBOpe Te-
JYp BBIIAJaeT B 0CajOK, KOTOPBIH OTIE/ISIOT HeHTpHPYyrHpOBaHUEM
[10701. O10BO MOKHO OTAENHTD OT JM06LIx Komuuects Cu, Sb u As BBe-
JICHHEM B COJISTHOKHCbI pacTBop b 2 Fe, BoccTaHOB/IEHHOTO BOJOPOJIOM
[444 ]. Ornesienne 010Ba OT CypbMBI OCAK/IeHHEM NOCTELHeH BOCCTaHOB-
ggﬂ?mm JKEIe30M [IPOTeKaeT NpaKTHUecKH KoJmuecTsenHo [943,

6].
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AHalTHUECKOE BbIJIEJIEHHE 0J10BA TPOBOJAT M3 CEPHOKHCIOTO pac-
TBOpa Ha pTyTHOM Katoje. OGpa3soBaBlIyloCsi aMaJibraMy 0JIOBa pas-
naraior npu BerpsixuBaHuu ¢ konn. HCl [784].

OnoBO (M psAX APYTHX METAJJIOB) MOXKHO OTAEJHTh OT BHCMYTA aHOJ-
HEIM OKHC/JIEHHEM amajbraM B XJOPHOKHCJBIX pacrBopax [2631].

QOcaxJileHHe ¥ COOCAX[IeHHE OPraHWYeCKHX COelHHEeHHMH

Jlns oTAeNIeHHs H KOHLEHTPHPOBAHHSA 0JI0BA OCAMKACHHEM H COOCANK-
JIeHHeM TPHMEHSIOT sl OPraHHYeCKHX NpenapartoB: CoeduHenus, co-
depacawjue mouusax (202, 292, 295, 338, 448, 449, 602, 643, 734,
813, 1073, 1265, 1266, 1364, 1426, 14491, muonarud [442, 1512].

TaG6auuwalslo

Yenoeus ocaxuenus (eHHAAPCOHATOB METAMIOB (HAYANBHAS KOHUEHTPAUHS coJeli
metanior 0,011—0,013 mo.s/a, dennnapcorosoit kucaots 0,033—0,040 o026/ 1)

[1204a]
HClL. M HCl, M
Ocax naemsift QOcaxaaemui

HOH HayaJlo OCaiK- | KOHell ocamx- HOH Ha4aJlo OCcax- | KOHel ocax-

ACHHS AeHHA OeHHs AEeHHSA
Ta 12 8 Sn(II) 1,4 0,5
Nb 10 9 Sh(III) 0,6 0,3
Yy 9 8 Th 0,3 0,01
Zr 6 6 U(I) 0,2 0,03
Sn(IV) 2.0 1,4 Fe(III) 0,1 0,07
Sb(V) 2.2 1,9 Bi 0,03 0,003

Kyngpepor, N-6ensourgpenureudporcuramur u sucmymuor 11 [386,
171], ¢umun (5861, dumuoxapbamamer (278, 9141, 2-mepxanmobens-
umudason [1482), 7,8-0uoxcu-4-memuikymapun [12471, smemuiossisi
¢puosemossiti u mawnun 1239, 2961, umuson u 2,4-0unumpoarurun
(192, 2981, Gensoacyavpunosas xkucroma (u psix APYrHX OPraHHUECKHX
coefiHennii ¢ obmeit dpopmynoit R SO,H) [903], genurapconosas kucao-
ma [1196] u ap. [3311].

Ornenenne 0710Ba ¢ WCIIOJMB30BAHHEM @PCOHOBHLY KUCAOMI, COCTAB
KOTOPBIX MOeT ObTh npeacTaBieH obmedr dopmysoii R—AsO(OH),,
OCHOBAHO Ha MaJIOH PAaCTBOPHMOCTH COOTBETCTBYIOMIMX COETHHEHHT 010-
Ba B DAacTBOPax CHJBHHIX KHcJ0T. B Tabm. 10 npuBeness! naHHBE 06
YCJIOBHAX OCaxKIeHHs (heHHIapCOHATOB HEKOTOPBIX MeTaJ 108, [Ipn ocax-
aennn  Sn(IV) u3 pacrBopos, comepmxamux 0,6N HCI, B ocanok Bmecre
¢ onosom nepexoast Ta, Nb, Ti, Zr u Sb(V). B npucyrterBuu nepexucu
Bonopona Ttutan He ocaxnaerca. Ocraiores B pacrBope Sbh(III),
As(III), Cu, Pb, Zn, Fe(III), Ni, Al u Cd.

B ammuauno-aueratno#t cpene Sn(IV) ornensior or Al, Ce(III)
H pEIKO3eMeJbHLIX 3/1eMeHTOB. OJHOBPEMEHHO C 0JIOBOM OCaKNAIOTCS
Th, Ti, Zr, Hf, Ce(IV) [611].
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Tab6auma 11

YeioBuS OTAeNcHHS H KOHIEHTPHPOBAHHSA OJ0BA NDH OCAX/ICHHM HEKOTODHIMH OPraHH4YecKHMH pea reHtamu
DnemeHTH
Pearent YcaoBHA OCaXAeHHSA IpaMedaH He JIT';?;;;"
oTHensilnTCsH HE OTAEJAKTCA

N-BOTA 1—8% xonu. HCI Cu, Pb, Zn — — [1331]
DutHH 0,2—1N HCIO,; B npu- Be, Al, V(IV), Cr(I1II), Ti, Zr; Nb, Ta, H3 pacreopoe HCI u [586]
(CeH¢lOPO(OH),] g, | cyrerenu Fe(1I) ocaxcne- | Mn, Co, Ni, Zn, Cu, Ge, | Th H,SO, ocax/enue MeHee
rekcadochoprbiit Hue nouTd Koauuecrsen- | As(III), Y, Mo, Sb(III), noJaHoe
shup MesoHHO3KTA) | Hoe; coocaxuenne Fe we- | La, Ce(IV), W, U(VI),

Goablloe, ymenbiiawomee- | Ph, Bi -

cs C MOBbLIIEHHEM KHCJIOT-

HOCTH
2-MepkanToGens- 11 w2 pactBopa—+1 s B tex e ycaosusx (pH | Coocaxienue mpH Coocazkaenue Sn npn«? [1482]
HMH 3301 1,5%-Horo pacteopa pea- | 1—5) coocaxnenne Ce, pH 1—5 Ag, Au, | pH 1—92,3%; pH 3—

TeHTa B 3TAHOJIE; CMeCh Co, Cr, Cs, Fe, In, Ir, Hg, Hf, Ru, Se, 91,2%; pH 5—99,8%

BhHIepkHBaioT 48 "ac. Mn, Sb, 8¢, Sr, W, Y, Ta, U>10%.

npu 5°C Zn<10%. ITpn pH 1—3 | Ilpu pHy coocax-

coocaxenue Tl u Zr< nenue Tl u Zr=
<10% =10%

7,8-IlnoKcH-4-Me- pH 46,8 L Nb, Ta, Ti, Zr, == [1247]
THIKYMapHH Ge, Th, W

B npHCYTCTBHH KOMII- Zr, Ge, Th, W Ti, Nb, Ta —

aekcona Il




Tab6aunma 11 (oxonuanue)

Pearenr

Ycnosusi ocaxaeHAA

DaeMeHTH

OTACNAITCH

HE OTACJNAIOTC S

TIpumeyanHe

Jlutepa-
Typa

7.8-IInokcH-4-MeTHI-
KyMapHH

MetuioBeifi uose-
TOBHIH - TaAHHHH

Jutnaon u 2,4-1u-
HHTPOAHHJIHH

Beusoncynshunosas
KHCJIOTA
(C4H;SO,H)

B npucyTcTBHH NHPOKa-
texuna H HaCoO 4 Hitn
BHHHOH KHCJIOTHI

0,6N H,S0,

pH 2,5, uepes 0,5 uaca
nmoBeImaior go pH 6—7,
BBEJIS NPe/iBap HTEIbHO
LLHTPAT HATPHS, AlleTaT-
HEIA OydepHbIi pacTBop
(pH 6—7) u cuoBa no6aB.-
JISIIOT AHTH30H H 2,4-1H-
HHTPOAHH/IHH

0,5N HCI

Ta, Nb

Jlns oTAeNeHHs OT Npo-

YHX 3JIEMEHTOB IpeJiBaph-

TeJIbHO coocaxKAaloT Sn ¢
cus

Fe, Al, Ca, Mg

P33 u mHOrHE ApYTrHE
HOHBI

Ti, W

Co, Cu, Ni, Pb,
Zn

Ag, Hg(l), Hg(11),
Pd(11), Fe(I11),
U(IV), Zr, Bi, Ti

Ta u Nb ocaxnalores, a
Sn, Ti u W — ner

Ilpu pasbasaenun 1:2-102
coocaxpaaercs 100% Sn

"BumecTo JHTH30HA MOXKHO

NPHMEHSITh 8-MepKanTo-
XHHOJHH, JTHITHJIARTHO-
Kapbamuuat Na, ot-HHT-
poso-P-nadron

YacTHYHO OCaXKAAIOTCS
Cu(II), Pb u P{(1V), ana-
JIOTHYHO BefyT ceba He-
KOTOpEIE APYrHe COefu-
Henus tuna RSO,H

[296]

[192,
298]

[903]




Tuonasud ocaxpaer u3 2N pacTBOPOB MHHEpATbHBIX KHCJIOT Sti,
Cu, Ag, Au, Hg, As, Bi, Pt n Pd; u3 menounoro pacrtsopa, couepxa-
Wero LMaHWA- H TapTpaT-HOHbI, OcaxjaloTcs, kpome onosa, Au, Th,
Pb, Sb u Bi [703]. Tuonanuj HCMOJABL3YIOT AJIA COOCAKAEHUA MHKDO-
KonuuecTB osoBa [1104]. |

I1pu OTZIeIEHHH OJI0BA OT OCHOBHQIl Maccel Bosibhpama, cojlepixa-
merocs B (eppososbdpame, ocazkaenue nposoaar uz 4 —6N H,S0,
B NPHCYTCTBHH BHHHO KHCJIOTH. COBMECTHO C OJIOBOM B 3TOM CIy-
yae ocaxnaiores Cu, Bi, Sb u Mo [480]. Dt ke yc/a0BHS HCMOJIB3Y-
JOT M Vi BbIIEJEHHA OJIOBA OCAXKAEHHEM THOHAJHAOM INPH aHaJMse
wesesa u craan [481].

Ocaxk/eHHe 0JI0Ba THOHAJNHMIOM Jl@eT XOpOIIHe Pe3yJbTaTbl MpPH
aHa/Ju3e KaponpoyHeix crmiiasoB [385, 386, 5091, depposoabdpama
[3051], depporurana [332]. Mmeercs, onnako, ykasaune [1502], uro
THOHAJMJ HE CJiejlyeT HCMOoMb30BaTh B KayecTBe OCaJUTesl 0J10Ba Jist
OTJENEHHsI €ro OT THTaHa. B 3TOM ciyyae ocaxeHHe 0JIoBa IPOBO-
naT B Buje cyabduaa npu pH 3 — 4 B IpHCYTCTBHH BHHHOH KHC/IOTHI
(B KayecTBe HOCHTEJISI MOXKHO MCIO/IB30BaTh Cy/IbMOHI KaaMHUs).

Kyngpepon. YcnoBus ocaxaenus KyndepoHaTtoB oJoBa H psia Apy-
THX METaJUIOB PACCMOTPEHEl B pasjelie «[ paBUMETPHUECKHE METO/BI.
Ornenenye 0J0Ba OCayKIEHHEM B Buje KyrdepoHara nosBoJser onpeje-
JIATH ero B 3/1eKTpoauTHIeckoM xpome [1506 ], nerupoBannbix cTassix u
AMOMHHHH € ToasiporpaduueckuM OKOHYanneM aHasnusa [1048al.
Ocaxaenne KynpepoHata oJ0Ba fABJISETCH OJHOH M3 ONepaluid orjene-
HHSL 0JIOBA B XOJE €ro HeHTPOHHO-aKTHBAIIHOHHOTO ompenenenus [75,
770, 1030, 1031, 1183].

YenoBusi oTAeqeHHs M KOHIEHTPHPOBAHHA 0JI0BA OCaxKIeHHEM H
COOCaKIEHHEM C HEKOTOPLIMH OPTAHHYECKHMH DeareHTaMH [pHBeJeHbI
B Tabna. 11.

B HEKOTOPEIX C/aydasX OpraHHueCKHe peareHThl HCIOJIb3YIOT JIf
OCaXK/IeHHA OTAEJAsEMBIX OT 0JI0BA 3JIEMEHTOB B YCJIOBHAX, IPH KOTOPHIX
OJIOBO OCTaeTcs B pacTBope.

Tak, 18 OTHeJeH st 0JI0BA OT CyPbMbl TPHMEHSIIOT OCaXkK/eHHe CyPb-
Mel nupozassosom [411al.

K consmoxucaoMmy pacropy, copepkatiemy Sb(III), mpuGapastor 10-kparHoe
KOJMHYECTBO NMHpOramiona u pasGasasior ojpoit a0 200 ma.Ecau He naGmopaercs
MOsSBJIEHHE OCajKa B TeueHHe~ | MMH., pacTBop HeliTpaiusyor amMmuakom. Yepes
1—2 yaca ocafioX OTQHIBTPOBEIBAIOT H B (QHALTPATE ONPEASJISIOT 0J10BO.

Orjiesienne BoNb(ppaMa OT 0JI0BA AOCTHIAETCS OCaXKIeHHeM MepBOro
H3 COJISIHOKHMCJOTO pacTBopa UHHXOHHHOM [92al].

JIlaist oT/IeJIeHHs 0JIOBA HCIOJB30BAHHE OCaKeHHs TPYIHOPACTBOPH-
MLBIX COe,IlHHEHHﬁ 0JI0OBA HJIH IPYTHX 3JIEMEHTOB, CM. 1IeJIOUHbIE METaJ1JIbI
[298]: Cu [32, 241, 254, 302, 387, 444, 586, 927]; Be [586]; Mg, Ca
[2981]; Ba [8]; Zn [39, 254, 5861; Cd [927]; Y, La, Ce [586]; P33
[903]; Th [278, 12471; U [278, 586, 14511; Al [278, 298, 387, 480,
481, 5861; In [1107]; Ti [278, 387, 480, 4811; Zr [278, 387, 480,
481, 12471; Ge [278, 586, 12471; Pb [8, 388, 523, 524, 586, 927, 1307,
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1480]; V [480, 481, 586]; Nb, Ta [387, 480, 481 |: As (278, 444, 586,
7001; Sb [39, 209, 210, 278, 444, 480, 481, 586, 700, 943, 996, 1070,
1340, 1341, 14671; Bi [212, 263, 388, 9861; Cr 523, 524, 586. 641 )
Mo [480, 481, 487, 586, 639, 641, 642, 818]; W [586]: Fe [14, 291,
387, 487, 586, 641, 747]; Co [586] u Ni [302, 586, 640, 641, 762].

3KCTPAKLIHOHHBIE METO/IbI

C uesbio otenenns oosa or BEIECTB, [PENsATCTBYIONIHX €ro onpe-
ACJIEHHIO TeMH HWJIH HHBIMH METOJIaMH, a TaKiKe JIIs NOJIYYeHHS KOHIIeH-
TPaToB C MNOBLILICHHLIM COJEPIKAHHEM OJ10Ba, BeCbMa S(EKTHBHHIMHU
SIBJIAIOTCSl SKCTPAKIHOHHBIE MeTo/bl. H3BecTHO Gosibmoe yucso coej-
HEeHHH 0/10Ba, M3BJEKAEMbIX H3 BOJHOIO pactBopa pasJHYHLIMH 1O
cBOeil NpHpPOJe OpraHHYecKHMH PacTBOPHTESIMH.

IKCTPaKIUHS HEOPraHHYECKHMH peareHTaMu

JKCTpaKuHsi W3  pacTBOPOB (PTOPHCTOBOJCPOAHON  KHCJOTHI.
Ilpu uccnenoBanum sKCTpaKUHH PAa3/IHYHBIX S7€MEHTOB H3 pacTBopoB
(bTOpPHCTOBOAOPONHOI KHCIOTH GLIO YCTAHOBJICHO, YTO npu 4,6M HF
H H3BIEUCHWH Gusmuaoevim sgupos (NPeaBAPHTENBHO NPHBEACHHBIM B
PaBHOBecHe ¢ BOJHOM (hasoif, He conepikauleil mMerasna) nabiopaercs
100%-nas 3KcTpakuus Kak JABYX-, Tak M YETHIPEXBAaJIEHTHOrO 0JI0BA
(otHOWeHHE 06BLEMOB OpraHHYecKOHl M BOJHOM das 4:1) [1069].
B cayuae Sn(IV) koamuectBennce wu3BJedenue HabuII0AAETCS npH
KOHUEHTPALHH (PTOPHCTOBOAOPOHOM KHCIOTH B BOAHOMN (ase B npeje-
Aax 1,2—4,6 moas/a. Iy nauubie, OJIHAKO, HE HALUJIH NOATBEPIKAEHHS B
NPOBCAEHHOM nosjnee uccaenoBanuy [725]. Tlpu skeTpakimu JusTH-
JOBLIM 2(DHPOM H3 BOJHBLIX PacTBOPOB, cojepamux 1—20M HF wu
0,1 e-uon/a meranna, Guuio OGHAPYIKEHO, YTO H3BJEueHHEe 0JI0Ba, Kak
1 psiia APYTHX METaJIJIOB, YBEJHYHBACTCS C NIOBHILICHHEM KOHICHTPALIHH
KHC107L, oaHako paxe u3 20M HF usBnekaercs ammb 4,9% Sn(II)
1 5,2% Sn(IV). (3aech u nanee, rae sto He Oyzer crnenuasibHO OroBo-
peHo, otnowenne 06bemos (a3 pasho 1 : 1.) OLHOBpPEMEHHO ¢ 0JI0BOM 13
(TOpHAHLIX PacTBOPOB H3BJIEKAIOTCH TaKiKe Nb(V), Ta(V), Re(VII),
As(ITI) u As(V), Te(1V), Ge(IV), P(V), Se(IV), V(ITI) u V(V),
Mo(V1) u Sb(III) (nepsmie Tpn saementa 3KcTparupyiorcesi Gosee uem
Ha 50%).

Hs pacrsopa, copepskamero 6M HCl u 0,4M HF, YeTHIPEXBAJICHT-
HOE 0JIOBO He 3KCTparupyercsi jJuusonponuikeronom [1407]. He us-
BJIEKAeTCs Takyke OHO M M3 BOAHBIX pactsopoB 10M HF, 6M H,SO,
H 2,2M NH,F merniuso6yrunkeronom [1181]. B nocaennem cayyae
BO3MOKHO OT/Ie/IEHHE 0JI0BA OT TAHTa/1a H HHOGHs, KOTOpHE B yKa3aH-
HBIX YCJIOBHSIX IOJHOCTBIO SKCTparupyiorcsi. Bamusinme onoBa Ha 3K-
CTpakuHio HHOGHs M TanTasa U3 GTOPHAHBIX PACTBOPOB H KO3(hduIHeH-
Thl pacnpejesienus ero npu ussJaedennd u3 pacrsopos HF (pasnuunbix
KOHLleHTpaunif) rexcanom u u3 pacreopos HF—HCI, HF—H,SO,
HF—HNO, rexconom mayuenn s [408].

128



Mpu pasnenennn  Sn(Il) u unaus skerpakumeil nocnensero m3
pacrsopon Cf‘pHOl"l KHCJIOThI ﬁeIISOJ'IbeIM HJIH TOJIYOJIBHBIM PAaCcTBOPOM
cmecH Hoamuagochopupix Kueaor, Sn(1V), obpasyiouieecs npu oKuc-
qeann Sn(I1) u nonanaoinee B SKCTPaKT, HIBIEKAIOT H3 OPraHHYECKOTO
caoa npomeiBkoit pactsopom HF (1: 1) [319]. Kosddunuent pacnpe-
nenenus Sn(IV) B stux ycroBusix'<< 0,01, nostomy opraHHYecKyio
(pasy AOCTATOUHO MPOMKHITH OYEHb MAJILIM O6BEMOM pacTBopa HTOPHCTO-
BOOPOAHOH KHeaoTH (/3 —'/,, O6beMa opramuyeckoil ¢asbi).

Hntepecen (akT cOBMECTHO IKCTPaKUMH HOHOB (Topa NpH H3BJeE-
yenun Sn(IV) u3 ceprokmueavix pacreopos 0,5N du-2-smuacexcunr-o-
pocpoprod kucaomod B pasnnyHbiX pazGasuteasix [251]. ITpu conep-
KaHHH B BOAHOH (ase 5 xe F u otvomennu Sn(IV) : F=2 : | 3kerpak-
I[Hf 0JI0BA COMPOBOK/aercs u3piaedenneM 25—89% F (B saBHcHMOCTH
OT HCTOJb3yeMoro pasb6aBuTesis). AHa/JOrHYHOE SIBJEHHE HMEET MECTO
npu skcrpakuud Zr, Th, Ti, Be, Al, Fe(I1I), Nb u U(VI).

IKCTPaKUHMsl H3 PacTBOPOB CONsiHON KHcaoThl. OJIOBO OTHOCHT-
CA K 3JIEMEHTaM, KOTOPble YaCTHYHO SKCTparupyioresi B Gpopme XJOpHI-
Hbix KomnuekcoB [379]. Anasormuno sexyr ce6s  Sb(III), As(V),
Co(II), In n Te(IV). Xopowo sKcTparupyioress H3 XJOPHAHBIX pac-
tBopoB  Sb(V), As(III),Ga,Ge, Au(I11), Fe(I1I), Hg(II), Mo(VI),
Nb(V), Pt(II), Po(II), Pa(V), TI(III), Sc(IIT) u U(VI).

\“.

Lw

3

£ 20

§ Sn(Iv)

1 . , ; 1
15 30 45 HOL, M

Puc. 17. Bananne konuentpaunn HCl na skerpakmumio SnCl, austrnoBsM sdupom

3aBucumoctb skerparupyemoctd SnCl, paBHbIM 06beMoM dusmu.ao-
6020 9¢hupa OT KOHUEHTPAIHH COJIAIHON KHCJIOTHL B BOJHOMN (ase npuse-
nena na puc. 17 [1255). [Tusrunoseiit spup sxcrparupyer Sn(I1V) us
6M HCl na 17% [1200]; B stux xe yeaoBusx Sn(I1) skerparupyercs
Ha 15—30% [1353].

Ilpu uccaenoBanun coskerpakuun Sn(1V) (npu ero KoHuenTpauuu
B 6N u 7N HCI, paBuoii ~16 mre/ma) ¢ xnopupamu Fe(I11), Ga u
Sb(V) (0—38 me/ma) ycraHOB/EHO, YTO NPH SKCTPAKIHH JHITHJIOBBIM
3hHpPOM KO3(DGHIHEHT pacrnpejiesieHHsi 0J10Ba 3HAUHTENBHO MOBHILIAET-
¢, KOrja 3KCTparHpyemblM MHKPOKOMIIOHEHTOM SIBJISIIOTCA JKeJe30 H
raaauii. [IpH skeTpakuuu cypbMmbl siBienue coskcrpakuun  Sn(IV)
He HaGmopaerca [232].

[Ipu onpepesiennu npumecH ososa (a takxe Al, Bi, Mg, Zr, Ti)
B TEXHHYECKOM JKeJie3e MNPEeNJIOXKEHO HCNO/b30BaTh HENpPepPhIBHYIO 3K-
crpakuuio Fe(I11) u3 6N HCI ausrunoseiM sdpupom [1458]. as yna-
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Jienus kesesa u3 5 2 o6pasua neo6xoaumo 180 Mum. (skcrparmpyercs
99,98% Fe). Ilpu s10M, 0/HaKO, MOTYT BO3HHKHYTb CYLIECTBEHHbIE 110-
TEPH 0/I0BA KAK BCJEICTBHE €r0 3aMeTHON 3KCTPAKIHH B YKa3dHHBIX
YCIOBHSAX, TaK H BCJEACTBHE €ro COIKCTPAKUHH C JKeJe30M.

Taxoe e 3aMmedaHHe JIOJKHO ObITh C/Ie/IAHO OTHOCHTE/IbHO METOHKH,
[pejVIOKEeHHOH JJIsl ONpefie/ieHHsl 0JI0Ba B METaJIJIHYeCKOM TaJlJIHH
BhicOKOH yncToThl (10911, rae raaanii u Keseso OTAe/SIOT OT 0J0Ba
(M HeKOTOPBIX APYTHX 3JIEMEHTOB) SKCTPAKLHeH JHSTHJIOBBIM 3HPOM
u3 6N HCI.

BesBojupie Kommiekchble ragoreqokucaorsl  Sn(I1V), Sb u In
06pasylorT ¢ MPOCTHIMH 3(pHPAMH NOJHCONBLBATE B BHAE KHAKHX HJN
TBEPALIX (a3, HepacTBOPHMLIX B 3(pHpaX B orcyTcTBHe Bojbl. M3 Taxe-
JIBIX KHAKHX (a3 NPH OXJaXKJIEHHH BbUIESIOTCH TBEPbie COMbBATHI.
OTH coabBaThl B caydae Sb u'In apasiores auconbBaramu, a SnCl,
oGpasyer GoJsiee CJIOKHOE COeJHHEeHHEe. B npHCYTCTBHH BOALI COJIbBATHI
pactBopsitorcsi B spupax. Kosmuectso Bojbl, KoTopoe Heo6XoaHMO s
yc*rp;ineunﬂ BTOPO# (hasbl, NPOMOPLHOHAIBLHO KOJHYECTBY MeTaJ.a
[375].

Imuaayemam wssaexaer 3 6M HCl aumb 0,12—0,6 % Sn(IV),
YTO HCMOJb3YeTcH NMPH OTJEJEHHH €ro OT XOPOLUIO SKCTparupylolleiics
B 3tux yeaosuax Sb(V) [170). Ilpu skerpakuun Sb(V) u3 6,9M HCI
usoamurayemamom pakrop oborauennsi Sb—Sn pasen 9,5 [1083].
Ilpu onpenenenny CypbMbl B 0JIOBE €€ 3KCTPArHPYIOT H3 COJSTHOKHCIO-
ro pacrsopa duusonponuroevim spupom [171]. C npyroit cropoHsi,
umelorest nannbie [10431], uto Sn(IV) MoxHO oTaensTh 3KcTpakumeii
anuzonponuiosbiM s¢upom ua 8N HCI or teanypa, Koropuii B 3THX
VCJOBHAX He u3BJekaercsi. Orjesienne 0J10Ba OT 30/10Ta H TaMIHs J0-
cruraercsl skcerpakuueit nocaenunx w3 3M HCl B, -duxisopsmurosoin
agpupom (xaopexcom) (114, 115, 454]. B ykasaHHBIX yCJOBHAX 0J10BO
ne skcrparupyercs. (Kosdduunent pacnpenenenus onosa npu skerpak-
unu xsaopekcom u3 11,4M HCI pagen 0,63, a B npucyrersun 50 meFe/ma
ero peauuuna cuuxaercst 1o 0,25 [25).) Anasornuyno orjeasiior Sn
or Fe, Sb n Ga skcrpakiuedi nocseaHux xJopekcoMm H3 Konu. HCI
[24—26, 118].

Bosee s(peKTHBHLIM PACTBOPHTENIEM, YeM MNEPEUHC/EHHBIE BhbIle,
npu skerpakuuu  Sn(IV) u3 XJOpHAHBIX DPacTBOPOB SBASIETCS Me-
muauzobymuaxemon.. TIpu Berpsixupanun B Tevenne 0,5 MuH. pacrsopa,
coctosimero u3 pasHbiX of6bemoB 7N HCl u mernanso6yTuikerona B
opranuyeckylo (asy nepexoaur ~93% Sn [858]. Oanospemenno c
onoBoM 3kctparupylores Fe, Ga, ~94% In, ~96% Mo, ~81% V,
~13% Cd, 6% Zn, 4% Cu u 3% Co. )Kesezo H3 opranHueckoro cJos
Pe3KCTParupylorT pacTBopoM ackopGuuoBoii kuciaorel 8 7N HCL. Tlpu
M3BJIEUEHHH 0JIOBA U3 pacTBopa, coaepxattero 7NV LiCl smecro 7N HCI,
skerparupyercss ~91% Sn.

Hcenepobano nosegenne Sn(IV) npu skerpakunu MeTnanzobyTui-
keronom u3 7,5N HCI B npucyrersun 100 me Fe. Ilpu nepsonavanbnom
COJIep KaHKuH B BOJHO#H hase D mre Sn B oprannyeckyio gaszy nepexojpur
63 % Sn. OnsoBpeMEHHO ¢ 0JIOBOM B TeX Ke VCIAOBHAX SKCTParHpyercs
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100% Fe(IIT). Kpome toro, nps nauaapmom copepxanun B BOHO
hase 1o 5 mke, B opranuyeckuii cioii mepexonst 100 % Au(III), Ga,
Sb(V) u TI(ITI); 93% Ge, 92% Mo(1V), 74 % Pb, 73% Re, 75 % e
61 % W(IV), 67% In, 39% Se, 16 % As(V), 10% Zn, 9% Hf, 8% K,
5% Pb(IT), 4% Cu(II), 1% Co (II), Cr(IT1) u Na. IMpakruuecku me
skcrparupyiorest Ba, Bi (I11), Mn(II), Ni(II), Se, La, Nd, Pr [228].

Ilpyn skcrpakuum paBHEIM 06BEMOM METH/IH300yTHIKETOHA H3 CO-
JAHOKHC/IBIX pactBopos Sn(II) e ussnexaercs, ne 3KCTParHPYIOTCH
rakxke Fe(Il), Cr(IlI), Mn(II), V(IV),” U(VI), Li, Na, K, Rb,
Be, Mg, Al, Ca, Sr, Ba, Ti, Zr, Nb, Ta, B, W, Co, Ni, Cu, Ag, Zn,
Cd, Hg, Pb, P, Bi, La, Ce, Pr u Th, COJIepIKaHHe B BOJHOM CJI0e Ie-
PeYHCIeHHBIX MeTasioB ~10—50 me. B ontumanbubix yeaosusx mua
COJITHOKHCJIBIX PACTBOPOB SKCTPArHPYIOT METHIH306yTHIKeTOHOM 99 %
Sn(1V) [947, 948]. IlpakTHueckH MOHOE H3BJEYEHHE OJOBA MOKET
6biTh ocymectsneno u3 3,5N HCl u 7N H,S0, [271].

IKCTPAKIHIO 0J0BA METHH30GYTHIKETOHOM HCIIO/Ib3YIOT MpPH aHa-
ause uyryna [271], unnka u ero cnuiasos [271, 8211, uupkonnst u ero
cnaoB  [5311, amomunneBnix cnsasos  [271, 3081, docopucroii
Gponsel (5851, mpu onpenenenuu Xpoma B OM0BE BBICOKOH YHCTOTDI
[4371, npu npephIBHOM MPOTHBOTOYHOM IKCTPAKIHOHHOM pasfiesleHHH
Pb, Hg, As, Bi, Sb, Zn, Cd, In, Sn, Ga, Fe, Au u Tl [739]. Io
HCMOIb30BAHHIO METH/IH300yTHJIKETOHA B TEXHHYECKOM aHAJIH3e B Me-
Ta/lypruveckoil MPOMBILIIEHHOCTH /ISl SKCTPAKIMH PAAA 3JEMEHTOB
(B TOM uncsie H osoBa) umeercst 0630p [130]. Moskio OTLEJIATh OJIOBO
skerpakiueit u3 6N HCl mernanso6yTHikeTonOM, pesKCTparupys
SaTEM €ro H3 OpraHuyecKoil daspl paBHLIM 0OGBEMOM BOJBI, cOfiep IKalleii
HEMHOTO amMmHaka [518].

IloBhiienne Temnepatypsl cuuKaer KOs(pHIHEHT pacnpenenenus
Sn(IV) npu wusenevenuu ero us 2N pactsopa HCl mernanzo6yrua-
KeroHom [3].

Ipu sxerpakuuu Sn(IV) U3 consHOKHCMBIX PAacTBOPOB Pa3IHYHBLIX
KOHUEGHTPALHA CMeCSAMH HEKOTOPHIX KeTOHOB ¢ CCl, nauGosiee adphex-
THBHEIM SKCTPAreHTOM OKasajlach CMech IMuaMemunKkemona ¢ enoipex-
Xaopucmown yeaepodom (3 :2) [916]. CmecH NHKIOTEKCAHOHA C H30AMMH-
anerarom, CHCl;, CCl, u C4H,Br usyuenn B kauecrpe 9KCTPATeHTOB
H3 COJISTHOKHC/IBIX pacTBopoB [252]. Cmech IHKNOTeKCaHOHAa ¢ H30aMHJI-
aneratoM (1 :4) serge, a cvech NHMKJIOTEKCAHOHA C XJopodopMom
(3:2) ucCgHyBr (1 :1) sixenee Bonmoii dasel. 2 mxe Sn (a Takke
1 mike Mo) u3BN€KaOTCA TPEMSI MOC/IENOBATENbHBIMH KCTPAKIIHAMH.
Heckonbko menee nosmmo mapnevenme 1 mxe V. JKesieso u3Bsiekaercs
Ha 99%. He skerparupyioress Ni, Co, Cu, Al, Bi, Pb u Mn.

IIpn mcenenosanun pacnpenesenns Sn(IV) wmexny pacrsopamu
HCl ¥ #-aMu0BBIM M H-OKTH/IOBBIM CEpTaMH, IHITHI- W JHIPOIHI-
KETOHOM, STHIANETATOM M JH-H-GYTHJIOBBHIM 3)HPOM OTHOCHTENBHO XO-
]ragg.ia]s{ IKCTPAKIHA 0JI0Ba HAGIIOAAETCSA | TO/IBKO B CJy4ae CIHPTOB

Hsonponunosoin cnupmon  Sn(11) IKCTPArHPYETCsl H3 HACHILIEHHO-
To pacrsopa xsopucroro natpus [1163). B O6EMHEIX yenoBHAX H30-
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MPOMNHJIOBBI CIHPT CMEIIWBAETCS C BOJAOA BO BCEX OTHOMIEHHAX, OfHA-
KO KOrja BojHas# (asa HACHILEHA, HANPHMED XJODHCTHIM HaTpHeM,
H30MPONHJIOBEIAl CIHPT MOJKET CNYXKHUTb 3KcTparentoM. [pH Hexoxmod
KOHUeHTpauuH ~0,1 M2/ma ON0BO SKCTPArHpyeTcs  MPHEIHIHTELHO
rak xe, kak Ce(IIl), Fe, Ga u V(V) (kospduunenr pacnpenenenus
1-3). B ykasanubix yc/ioBHsX (npH 24°C) aydine Beero skcTparupyer-
e Au(III), kospduument pacnpenenenns pased 125, a Takxke Ti
# V(IV), aas koropsix ou pasen 6,8 u 10,6 coorsercteenno. Kosdpu-
umneHt pacnpenenenus Mg, Ca, Cr(I11), Co, Ni, Cu, Zn,Cd, In, Sb(III),
Pt(1V), Hg(II), TI(T), Pb, Bi, Th u U(VI) mensme 1.

pu skcrpakuun  Sn(IV) us 3N HCI (navasbuas KouueHTpaumus
Sn(IV) 5,94 me/ma) IM pactsopamu mpu-n-6ymuagocpama B xn0po-
¢opme, ueThIpexxJOpHCTOM yraeposie, GeH3osie, TOJNyoOae, KCHJOJE,
KepOCHHe, H-TeNTaHe H H-OKTaHe KOS(HIHEHTH! pacnpee/ieHus CooT-
BEeTCTBEHHO paBHBI 13; 4,24; 10,5; 12,4; 13,7; 37,7; 30,6 u 32,4 [934].

Hlanubie no skcrpakuuu Mukpokosnudects Sn(II) u muormx apy-
rux sjementoB 100 %-HEIM TpH-H-GyTHAGOCHATOM NPH KOHUEHTPaIHH
HCl B Bommoit ¢ase 1—I12N npusemenst B [1021].

IKCTPaKuMs M3 PacTBOPOB GPOMHCTOBOAOPOAHON KHCAOTH. [[BYX- H
YETHIPEXBAJIEHTHOE OJIOBO OTHOCHTCS K YHCJY 3/EMEHTOB, XOpPOLIO
SKCTParHpyeMbIX H3 pPacTBOPOB GPOMHCTOBONOPOIHOH KHCJIOTH Qusmu-
aogoum agpupom (379, 726, 1224].

Okcrpakuust  Sn(II) u Sn(IV) (8 %) u3 pacrsopos GpomucTOBO-
JOPOAHOH KHCJIOTHl JHITHJIOBLIM 3HPOM C HCXOAHOH KOHUEHTpaiHeil
osi0Ba 0,l2-uot/a npH paBHEIX 0GbeMax (a3 XapaKTepHsyeTcsi C/ieqyio-
WHMH JaanEeME  [379, 7221]:

HBr, M
1 2 3 4 5 6

Sn(II) 32 64 79 84 78 36
Sn(IV) 11,5 45,2 73,6 85,4 77,4 45,1

Kpome Sn(I1) u Sn(IV) nusthiaoBLit spup xopomwo skcrpa-
rupyer takxke Au(lll), Ga, In, Tl, Sb(V) u Fe(IIl). B menbueii
crenen# uasekaioress Sb(III), Se (IV)uMo(VI), a Cu(Il) u Zn —
BecbMa csa6o. Bee npyrue snementhl, 3a uckaiouenunem TI(I), Ir(IV),
Re(VII) u Cu(l), e skcrparupyiores. Ilosenenne Sn(I1I), Sn(IV)
H psja APYrHX METaJJIOB NMpPH SKCTPAKIHH H3 BOJAHBIX PAcTBOPOB,
copepxawux HBr u (unu) NH,Br, MeruausoGytuikeromom Takoe
e, KaK M NPH 3KCTPAKIUHH JHITHJOBHIM >pupom [842],

B ananuTHueckofl npaKTHKE 3KCTPAKUHA OJN0BA H3 GPOMHIHBIX
pacTBOpOB He Hallja JOCTATOYHO UIHPOKOTO NpPHMEHeHHS.

JKCTPaKUKMs M3 PACTBOPOB HOJAHCTOBONOPOJHON KHCJOTHI. DKCTPAK-
IHIO 0/10BAa H3 PAacTBOPOB HOJHCTOBOJOPONHOM KHCJIOTHI HCIIONB3YIOT B
aHATUTHYECKON NpaKTHKe OYeHb WHPOKo. [IByXBaJeHTHOE OJIOBO mOJ-
HOCTbIO H3BuIEKaeTcs dusmuaosoim spupom (4-KpaTHeiM 06BEMOM) H3
6,9M HJ [1068]. [Tpu stom ono moxer Guire orneneno or K, Cs, Ba,
Ca, Fe(Il), Ni, Cr, Co, Mn, Ti, Zr, Pb, Th, Al, Ga, Be, U, V, Pt,
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Pd, Ir, Os u Ru. He omreasiorcs Sb(III), Cd, Au(ITI), Hg(Il) u
MaJble KosnyectBa taanuA. OxHoBpemenHo ¢ 0J10BOM MOT'YT YaCTHYHO
usBaekatec Bi, Zn, Mo(VI), Te(IV) u In.

PALE Cay4aeB NPH SKCTPAKIHH HOAHIHBIX KOMIJIEKCOB onoBa(II)
BMECTO pa3Jaraiomedcss NPH XPaHEHHH HOJHCTOBOIOPOAHON KHCIO-
TEl IPHMECHSIOT CEPHOKHC/IbIE PACTBOPEI, B KOTOPHIE BBOXAT onpeneseH-
Hoe konnuectso KJ man Nal. Tak, us 1,5N H,S0, u 1,5N KJ AByX-
BaJ€HTHOE 0JIOBO HM3BJIEKAIOT IHSTHJIOBLIM >dupom Ha 100% [1016].
Taxk xe nosro npw sTom skctparupytored Cd w In; skerpakuus mexo-
TOPBIX IPYTHX 5JEMEHTOB H3 TAKOTO pacTBopa caexyiomasi: 0% Be u
Fe(II); 0,1% Al; 1,0% Mo(VI) u W(VI); 10% Bi u Cu; ~33% Zn
u Hg, 50% Sb.

JlaSl u3BneyeHNs] MUTHTDAMMOBBIX KOJTHYECTB 0J10BA 13 pacTBopoB,
cozepxamux 4N H,SO, u 0,5M KJ, npumensior 2-smua-1-6ymaroa,
4-memun-2-newmaron w 1-6ymoxcu-2-nponaroas. Venonssopanucy cume-
cu 20 sz cnupra ¢ 25 ma CCl,. B VKa33aHHBIX yC/I0BHAX 2—3-KpaTHas
SKCTPAKIHA DABHBIM OOLEMOM SKCTPAreHTAa IO3BOJISIET MOJHOCTbIO
H3BJIETB 0710BO, B TO Bpems Kak Al, Cr, Mn, Fe, Co, Ni, Ga, Rh, Th,
U konwyecteenno ocraiores B Bommoit dase [915]. Yerripexpanenthoe
0JI0BO YACTHYHO SKCTPATHPYETCS H3 HONMAHBIX PACTBOPOB, conepxa-
mux 5% HCI, memuausonponurxemornomn [1489].

PasnHuy B cnoco6HOCTH 3KCTParHPOBaTHCS M3 HOAMIHLIX PacTBOpOB
Sn(II) n Sn(IV) mcnoasayior NPH BHIIEJEHHH H30TOIIOB 0JI0BA H3
NponyKToB nesenwst [880a]. IMpn stom Sn(I1) IKCTPAaTHPVIOT METHJ-
H30GYTHIKETOHOM K3 BOHOTO pacTBopa, CONEPIKAIIEro CepHYI0 KHCAOTY
H HOJIHCTHIH Kasmit, a 3aTem pesxcrparupyior B Buge Sn(IV) npu tex
Ke YCJIOBHSAIX.

HOnst skerpakuun SnJ, us CePHOKHCJIOTO PacTBOpa, CONEpIKallero
KJ, ucnonsytor usonponusayemon [964].

Kounentpuposanue n ornenenne MHKPOTDAMMOBBIX ~ KOJIH4ECTB
Sn(IV) or Goabmoro uncsa Memwaspomux ero ONPENeNIEHHI0 3JIEMEHTOR
B TOC/TE€NHME TOALI YCMENHO BHIMOJHSAETCS € NOMOIIBIO 9KCTPaKIHHU
SnJ, 6ensonom u HEKOTOPHLIMH JIDYTHMH pacTBopurenamu. Oraenenue
HHAHKATOPHEIX KoswyecTB Sn(IV) or Takux ke Konuuecrs Sb(III)
H In nposoxsr skcrpakumelt Sn(1V) us 4—6M HJ 6bensoron. Ipu
3T0M (aktop oboramenus B 4M HJ nas Sn — Sh paeen 15 800, a
ans Sn — In —19 000; B cayuae 6M HJ apaenns ¢akropa obora-
HHEHHS 11 STHX JKe map cootBeTcTBenHO paBubr 24 000 u 13 800 [1083].

Hsyueno Biusmme konmenrpamnu HOJIHI-HOHOB HAa 3SKCTPAKIHIO
Sn(IV) u Sb 6ensonom uz 9N H,SO, [629]. MMpu konuentpanuu KJ,
paBuoit 0,005M, u cootnomenny das 5 : 1 usBnekaercs 99% Sb u 4%
Sn(1V), a npu coornomenun das 20:1 —98% Sb u <1% Sn
B npucyrersuun 0,05M KJ userekaercs 96% Sn.

pu copepxanun B BonHON hase 2,5M NalJ n HCIO, kosddumnnent
pacnpenenennst Sn(IV) cocrarasier 2100, npu 0,06M NaJ u 3.5M
HCIO, u nounoit cune 5, coanaBaemoil ¢ momolBIO NaClO,, on pasen
300. Tpu npounx pasubix YCJIOBHAX TIOBHIILICHHE KOHIEHTPAIHH 0JI0BA
B BOAHOH (ha3e MPHBONHT K CHHMKEHHIO Kosdbuitenta pacnpenerne-
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HHS, 4TO, BO3MOXKHO, YKa3biBaeT Ha 06pa3oBaHHe MHOTOSIEPHLIX KOMII-
JIeKCOB B BOHOM (ase (B 6EH30.IbHOM pacTBOpe SnJ 4 CYIIeCTBYET B BHAE
MOHOMEPHBEIX MOJIEKYJ). YBeJHyeHHe KOHUEHTPAIMH HOHOB BOAOPOAA
B BOJHON pase MPHBOJHMT K BO3PACTAHHIO KOI(DDHIHEHTA PaCTIpe/Ie/IeHHS
0J10Ba, YTO OCOGEHHO 3aMETHO JIHIHb NTPH MaJblX KOHIEHTpALHAX HOHOB
Wona |Bcrenctsme mojasienmsi ruuposusa Homa Sn(IV)]. Onmospe-
MeHHO ¢ os0BoM 3crparupytoresi Ge u As(111), HO NpH CHHMKEHHH KH-
crotroctH pacrsopa mo 1,5M HCIO, wsBievenue repManua najaaer
10 1%, 4TO MPaKTHYECKH HCKJIOYaeT €ro BIHAHHE Ha OMPEICJCHHE
0J10BA MHOTHMH METOJaMH.

YerhipeXBaJeHTHOE 010BO 3KCTParHpyIOT H3 15—30 ma pacTBOpa, cofepKallero
HCIO,, NaJ u NaClO, B xouuentpamusx 1,5; 0,5 u 3 M cooTBeTcTBEHHO, 5 MA
6ensona. [Ipn conepmxannn 10 0,1 #2 Sn 0BBIYHO JOCTATOYHO OJHOKPATHON 3KCTpaK-
muu. Ecin  cojepKaHHe 0J0Ba B aHAJNH3HPYEMOM pacTBOpe MNpEBHILIAET 01 u2;
sKcrpakmuio nosropsior [925].

dkerpakuuio SnJ, 6eH30/70M MPOBOAAT H3 PacTBOpa, COACPKAILero
90—25 ma 4N NalJ, 20 ma 4N pacteopa NaClO, u 10 ma 70 %-noit
XJIOPHO# KHC/IOTH B 06beme 55 #a-[1404]; u3 pactBopa, coxepikatilero
3 sa koru. HCIO,, 17 2 Bomst u 20 2 NaJ [1368]; us ceprokucsioro
pacteopa, copepxamero 0,5M Nal [nocre BOCCTaHOBJICHHSA Fe u
Cr(VI) turanom (111)] [534]; u3 pactBopa, cojepialero 6 ma 2,5M
H,SO, u 3 sa 70 %-noit HCIO,, 3,8 M2 4M NaJ ul12e NaClO,-H,O
B ofneme 30 ma [14411; us 9N H,SO, u 0,5M KJ [1053 ]; u3 ceprokuc-
JIOTO pacTBOpa, COJEPIKALIEro BHHHYIO KHCIOTY [1336]. ITpu onpene-
JIeHHH 0JI0Ba B BOJIb(PAaMOBLIX KOHIEHTpaTaX ero SKCTPAarupyloT H3
MOJIHHO-TIepXJIopaTHEIX pactBopos [48].

IpH nccseoBaniy Haubosee GarONPHATHBIX YCIOBHH NPOBEJCHHS
SKCTPAKIMH 0J10Ba Gen30J0M 6uiI0 HafileHo, Y10 NpH o0IeH KHCIO0THO-
cti 6,6N pactBop nomken conepxathb 4,66M HCIO, u 1M H,SO,.
Konuentpanus woxuaa kamus 0,5M. ITpn 3THX yCNOBHAX B OpraHuve-
ckyio dasy nepexonut 99,7 % Sn. IIpof0/IKHTEILHOCTD MEPEMEIIHBAHUA
30 cek., XOTs MOJHOTA 3KCTParMpOBAaHMs JOCTHTAeTCs yHke Hepes
15 cex. TuTaH, BaHaHil, CypbMa H BUCMYT B OOBIYHBIX ISt CTaseH i dep-
POCIIaBOB KOHIEHTpaLHsiX He SKCTparupylorcsi. spaekawores, xors
H HEe3HAuHTeJbHO, MOJMHOJIEH H Kese30. BJHsAHHE MOC/IEHEro MnpH mno-
CELYIOIEM ONpeJieJeHHH 0J10Ba YacTO YAAeTcsl YCTPAHMTh MyTeM BOC-
CTAHOBJEHHS acKOPOHHOBOH KHCJOTOH, MOJMHOIEH MellaeT onpejese-
uuio onosa [1114].

JInst BHIEJIEHHS 0/10Ba W3 GEH30JBHOTO CJIOSi YAAISIOT GeH30/ MpH
HArpeBaHHH Ha KUMsillell BoJsHOH GaHe B MPHCYTCTBHH 0,256M H,SO,
[925a | wan npenBapuTesbHO BBOAAT Body | 4 44 HCI [1404]; otrousior
Gen30a nipn 70 °C TpH MORHKEHHOM JaBJIeHUH (BOAOCTDYHHbIH Hacoc) B
npucytersun HCI (1 : 20) [675a1; peskcrparupylor 0J10BO 0,8N H,SO,
[6451], a Takxe 0,25M H,SO, [48, 1114, 14411 wmm 1—2N HCI
[534]1 u 0,5N HCI [1053].

Kpome Gensosna A8 3KCTPAKIHOHHOTO OTAENEHHS Sn(IV) ucnons-
3yIOT M APYrHe GECKHCIOPOAHLIE PACTBOPHTENH: moAayoL [663, 767,
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897, 1117, 12191; yukaceexcan (14351 u woducmeui smua [1248]1.

Ikerpakumio 10 30 mxe Sn(1V) tonyosoM npoBoasT u3 pacrsopa,
copepakaiiero 9N H,SO, u 0,6N KJ [1219]. Bpems npopesenus sxkct-
pakuun 2 MuH. Tonyonbhblfi ¢/10H [MpoMBIBalOT PacTBOPOM, NPHIOTOB-
nenHbM cMetenneM 25 #a 9N H, SOy 2,5 sa KJ. Peskerpakuuio o/10-
Ba nposoAsT pactBopoM NaOH no o6ecuseynBains T0/1y0JbHOTO CJI0S.
Ilpu xonuentpaunn 4M H,SO, u 1M NaJ uersipexpasenTHoe 0JI0EO
H3BJICKAETCs KOJIHYECTBEHHO yuraoeexcanom [1435].

OKCTPaKuHio SnJ, HOAHCTHIM STHJIOM NPOBOAAT M3 pactBopa 0,2M
HCI, conepxamero ~4M KJ [1248]. Ilpu onsoKpaTHOH 3KCTpaKUHH
usssiekaercs 95% Sn. Ecim B anannsmpyemom obpasie comeparcs
MEJb M CBHHEI, HX NpeiBapHTeJbHO oTaessitor. COBMECTHO € OJIOBOM
3KCTparupyiorcsi cypbMa M MbilibfK. CofiepiKanue BHCMYTa B aHaJH-
3upyemMoM pactBope jonyckaercs e Bpite 0,001 e-uor/a; Co, Ni,
Cr(I1T), Mn(1I), Al, Hg(II), Cd u Zn no 0,05 2-uon/a (100 : 1 mo
OTHOLIEHHIO K OJIOBY).

IKCTPAKIHA U3 POJAHHAHBIX PACTBOPOB. UeThpexBaleHTHOE 0JI0BO —
OJHH H3 HanOoJiee XOPOILO SKCTPAarHPyeMBbIX H3 DOJAAHHIHBIX PAaCTBO-
poB ajemMeHTOB [379].

Ilpu skcrpakumn us 1, 3,5 u 7M pacrsopos NH,SCN-
+-0,5 M HCI usBnekaerca Sn(1V) B xonnuecrsax 99,3; 99,9; >99,9 u
>99,9% coorpercrBenno. Kpome Sn(1V), dusmuaosoum sgpupom xopommo
usBaekaiorces Be, Zn, Co, Sc,Ga, In, Ti(I11), Fe(I11) u Mo(V). B Menb-
weii crenenyn skerparupylores Al, V(IV) u U(VI), Li, Cu, Cd, Hg(II),
Ce, As(III) u As(V), Sb(III), Bi, Cr, Ni u Pd — coBceM He3nau-
TeabHO. Xopowio skcrparupyiores Sn(IV) u Mo(V) B WHPOKHX mpe-
AenaX KOHLEHTPAIllHH POJaHHJA-HOHOB, TOTJA KaK H3BJEUEHHE HEKOTO-
PHIX JIPYTHX METa/lJIoB B 3HAYMTEJbHOH CTENEeHH 3aBHCHT OT KOH-
uenrpanud NH,CNS B pacreope. Tak, skcrpakuus Fe u Zn napaer
C MOBLIEHHEM KOHLEHTPalUH pojaHMj-HoHa, Haeiaeuenue Co, Be, Ga
u Al nospimaercsi. Mspnevenne Ti(I111), In, U(VI) u V(IV) ¢ poctom
KOHUEHTPAllHH POJAHHJ-HOHA B BOJHOM pacTBOpe NPOXOIHT uepes
MaKCHMYM.

st skerpakuuu pogannia ososa(lV) HCnonb3yioT pasauynbe KHC-
JlopozicoiepsKaline pacrBoputeat [379]. Mayuena, B wactHocTH, 3a-
BHCHMOCTb 3KCTPAKIHH 3Muiayemamon KOMIJIEKCa 0JI0Ba C POIaHHIOM
OT KOHUEHTPAIMH NMOCJIEIHET0 B IIPUCYTCTBUH cepHOH, docdopHoi, ma-
BEJIEBOH, BHHHOH H 3THJEHJMAMMHTETpayKCycHOH Kueaor [536].
Ha ocuosanuu NPOBEAEHHOI'0 HCCJIEJIOBAHHA TMPENJOXKeH MeTOJ OTle-
Jenust Sn(IV) npu onpenenenun ero cieoBbIX KOJHYECTB B METaJJIHYE-
CKOH cypbMe.

O6pasen, pactBopsloT B cMecH, cosepxameii 1 M pomanna ammonus, 0,5 N
HyS0, 1 BuHHYIO KHCIOTH, mOcae Yero SKCTPAaTHPYIOT 0410BO 3THAaueratoM. Onpe-
AejleHHe 0J10Ba NPOBOAAT (oToMeTpHuecKH ¢ enunpayopom. M3 ueneitanubix 24 wo-
HOB (B Tom uncime Sb, Bi, Ge, Ti, Mo u 1ap.) onpeieieHHi0 0JIoBaA 3THM MeTO-
JloM Mewaetr ToJbKO MoaMGmeH. Jlns pasgenennss ojlopa W MOJHGieHa NPOBOASIT
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SKCTPAKIHIO STH/ALETATOM POAAHMIHOTO KOMIJIeKea MoHGAeHa H3 pacTBopa, conep:
AANLEro STHICHIHAMHHTETPAYKCYCHYIO KHCIOTY, 0JI0BO B 3THX YCJOBHAX He IKCTpa-
FHPYETCH.

Sxerpakunio Sn(1V) usobymuakemonos MCNO/B3YIOT, B HaCTHOCTH,
151 BBIEJEHHS 0J10Ba pH anasuse craqelt u uyrynos. Os0BO 3KCTpa-
rpyloT u3 pactBopa, cojepxamero 2,4 2 KSCN B 50 ma 0,5N HCI.
J1Asl npefoTBpAlleHHs W3BJEYeHNHsl XeJse3a B pacTBOP BBOAAT acKop-
GunoByio kucaory [974].

Jlannbie 00 3KCTPAKIIHH KOMIJIEKca POJlaHuja onosa(1V), mpu-#-
Gymuagochamon, Memuau306yMuUAKEMOHOM, UB0AMUAOBLIM  CRUPIMOM,
usobymuaayemamom 25 "%-HbIM  pacmeopom mpu-H-6ymuagocgpama
6 xaopogpopse B 3aprcumocth ar Konmentpaunn NH,SCN u pH npu-
pezenbl B [1320]. '

IKCTPAKLUMS M3 XJIOPHO- M CePHOKHCIBIX pacTBopos. M3 xnopHo-
KHCJBIX PAcTBOPOB newmuaayemam ussnekaer 70 % Sn(1V). Opnpo-
spemenno sxkcrparupyiores 100% Fe(Ill) u 80% Mo(VI). B srux
yeaousaX Pb, Bi, Ni, Co ¥ paa Apyrux s/emMeHTOB HE SKCTparupyiorcs
[1275]. Mpu konuentpamuu 5 2 Sn(IV)/2 oo ne H3BJEKAeTCH H3 8N
H, SO, aexcarnorom, B 10 Bpems KaK KO3(pHIHEHT pacrpele/ieHus Sn(ITI)
pasen 1,57 [1160]. dkcrpakumio Sn(IV) memuausobymurkemorom
¥3 CEPHOKHCJIOTO PACTBOPA HCMOJB3YIOT MJsi OTJeJeHHsl 0J10Ba IpH
aWanu3e UMPKOMMS u ero cmuasoB [5311].

JKCTPAKUMS H3 LeJoYHOro pacreopa. [las oraeneHus TpUpEHHT-
0J0Ba OT JH(EHHJION0BA M HEOPTaHHUECKHX COeJMHEHHH 0J0Ba NpH-
MEHSTIOT SKCTPAKIIHIO X20pOPopMOM THAPOOKHCH TPHPEHHII010BA. JKCT-
PaKIMIO TIPOBOAAT U3 pacTBopa, cozepiautero ~0,05N NaOH u 0,1M
BHHHOKHCABIH Hatpuii. JIHQEHHI0N0BO H HEOPTAHHYECKHe COENMHEHHA
0JI0BA B TUX YCJOBHSIX He H3BJekaiores [723].

SKCTPHKHHH OpraHH4YeCKMMH peareHTaMH

Jkerpakuus  aakuadochopHbIMH  KHCJAOTAMH. HeTbipexBaJeHTHoe
0J10BO H Psijl APYTHX SJEMEHTOB 3KCTPAarupyloT pacmeopos cmect Ou-H-
6ymuagocgoproii u Morobymuagpocgoproic  kucrom (4,5 : 1) B Ju-H-
GyTrsioBoM s¢upe. Ilpu cymMmapuOii KOHUEHTPAlMH B OPTaHHYECKOM
hase Gyruadochopubix Kucaor 0,06M, konuentpanni HNO; B BogHO#
daze 1 M, npoio/KuTeIbHOCTH SKCTPAKIIHH O MHH. H COOTHOWIEHHH o6ne-
MOB (a3 1 : 1 u3 BOAHOTO pacTBOpa, COJEPIKANIErO 3 MKe Sn(IV)/ma,
B opranuueckuil ciofi nepexoaut 50 % Sn. [loBhilieH e KOHIEHTpaLHH
6yTuagochopHbIX  KHC/IOT B Opranuyeckoi ¢ase po 0,6M mpusoguT
(npH TeX e NpoYMX YCJAOBHAX) K YBeJIHYEHHIO GakTopa H3BJEYEHHs
onoBa mo >95% [13451].

B stux ycaoBusx onxoBpemenno ¢ Sn(1V) kosnyecTBeHHO 3KCTpa-

rupyiorest Zn, Nb (8 orcyrerBue B Bojinoii hase H,0,), Y u In, a rakxe
" sHauMTeNbHBIE KosnuectBa Ta (85 %) n Mo (23%). Menee uem na 5%
H3BJIEKAIOTCst Sb, As. I'lpu skerpakunu Sn(1V), cozepauierocs B BOA-
Hoil hase B wkomuentpauun 1 me Sn(IV)/ma u cocraBe BOAHON (asbl:
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IM H,S0,, 2,5M (NH,),S0,, 0,004M H,C,0,, 6% H,0, dakrop
napesenus Sn(IV) 0,06M pacreopom GyTuadochOpHEIX KHCJAOT pa-
er 15 % (npoxomxurensHocTh sKerpakiun 15 muH.). B Tex e ycJqo-
BHAX, HO NMPH KOHUEHTPAIHH OYTHIGOCHOPHEIX KHCIOT B OpraHHuecKoil
dase 0,6M, uepes 5 mun. nssjexator 50% Sn. '

Daxrop ussnevenns Sn(IV) pacmeopom cmecu 2-smunzexcuapocgop-
HbLX KUCAOM B OKTaHe WJIH H300KTaHe (2 : 3) Boapacraer mpH KCTpak-
uni #3 pacrsopos HF < HCI< HBr [318]. UerhipexBaneHTHOE 0JIOBO
KOJIHYECTBEHHO SKCTPATHPYeTCH  aakuanupoocopusimi  Kuciomamu
u3 pacropos HBr (eM. puc. 18), nostomy ono npakTHueckH He pesKcT-
parupyercst HBr us opranuveckofi dassl, copepaxaueil anknidocdop-
Hble KHcioThl. He peskcrparmpyercst omo Takwke pacrBopamu KJ.
910 CBOMCTBO HCNOJIB3OBAHO NPH PaspaboTKe METONd OJHOBPEMEHHOTO
ONpeje/IeHHsa CypbMbl, BHCMYTa H ¥KeJie3a B 0JIOBOCOJEPIKALINX MaTe-
puanax [612]. ;

IKcTpakuus TpuankuaochuHokucamu, UerhipexpaseHTHoe 0J10BO
MOKeT OBITb mojiHOCTBIO 3KerparupoBano 0,IM  pacmeoposm mpu-H-
okmuagpocghuroxucu B nnknorekcane us IN HCL. B atux e yeaosusax
KosnuectBeHHo u3paekaor Ce(VI), Au(l), Hf, Fe(IIl), Mo(VI),
U(VI) n Zr. Heckonbko xyxe skerparmpyiores Sb(I11), Bi(III),
Cd, In, Hg(11), Pt(11) u Zn. OnoBo nonnoctbio uasiekaercs uz 7NV HCI.
B 3THX yC/10BHSIX O{HOBPEMEHHO € HIM [OJHOCTBIO MOTYT GbITH H3BJEUe-
nbt Sb(I1T), Cr(VI), Ga, Au(l), Hi, Fe(IIT), Mo(I1V), Ti(IV), U(VI),
V(IV) u Zr. 3kcrpakunonnast cnoco6HOCTb TpH-(2-5THiI-H-TeKCH)doc-
(HHOKHCH HHXKe, YeM TPH-H-OKTHADOCHHHOKHCH, HO NpH 3TOM NepBas
Gonee n3bHparenbna. Tak, 0,1M pacmeop mpu-2-smua-n-sexcurghoc-
(hunoKucu B umKIOTeKcane mOJHOCTBIO sKkcrparmpyer ns IN HCI,

100,

a0

60

a0

Ixemparyus Yo

Puc. 18, 3aBHCHMOCTL 3KCTPAK LMK
Sb(IIT) (1) wu Sn( 1V)(2) ankua- /s
NMHPOGOCHOPHEIMH ~ KHCJIOTAMH  OT !
KoHuenTpauun HBr

ALSEL. AT Nt
I=30 20 ap

HBr, M

kpome Sn(1V), mumes Au(l) u U(VI). U3 TN HCI onoso usBsiekaercs
TaKXe MOJHOCTbIO, HO TAK)Ke MOJHO NpH 3TOM H3BJjexaercs Ga, Hf,
Fe(111), Mo(V1), U(VI) u Zr [1491]. Ycranorieno, 4To sKcTparupyercs
NPOAYKT NpHCOeAHHeHHs 2 mosell  TpH-(2-3THirekcui)hochunokuc
u 1 mons SnCl,. B orcyrcrBue HOHOB XJIOpa SKCTPAKIHS He HIeT,
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HNO, memaer skcTpakiuy. DKCTPAKIHIO OJ0BA ¢ TPH-(2-3THJ-H-TeK-
cH)OCHHHOKHCHIO TPHMEHSIIOT JUISi ONPEJENeHHsi ero B ClIaBaX Ha
ocuose Pb, Zn, Cu, Fe u Zr [1318].

K aHanusupyeMmoMy pacTBopy, copepixautemy 10—100 xe Sn(IV), noGasisior
cronsko HCl u H,S0y, urobb moayunts 5 ma sopHoit dassi, | M HCl n 2—3 M
H,S0,. Beoaar 5 a2 0,01 M pacrBopa Tpu-(2-3HATeKCHA) POCHHHOKHCH B IHK/IO-
rekcane ® B3GaarbiBator 10 mun. ITocre noanoro paspenenns gas 3KCTpakT otje-
aAsor. Kkerpakt npombiBaloT pacteopom 1 M HCl u 2 M H,SO, mas ynanenus
Sb, Fe, Ga, Mo u Zr, cnocoGHBIX B Toil HJIH HHOMH CcTenmeHH KCTParHpPOBaThCH COB-
MECTHO C OJIOBOM.

Hsyuennio sxerpakuui Sn(IV) H MHOTHX APYTHX 3JIEMEHTOB H3 a30T-
HO- H COJISTHOKHCJIBIX cpejl O %-HbIM PACTBOPOM TPH-H-OKTHAoCHHHOKH-
cH B ToayoJe mocBsilena paGora [1020]. HMssectno, uro B orcyrcrBie
HOHOB XJIOPa OJIOBO He 3KCTPAarupyercs. JTO CBOACTBO HCIOJB30BAHO
npH onpeenenut Zr 1 Hf, otnessiempix skcrpakuuil (3 a30THOKHCJI0TO
pacTBopa) ¢ MOMOIIbIO PACTBOPA TPH-H-OKTHAPOCHHHOKHCH B LIHKJIOTEK-
cane [1514].

Ikcrpakuus kyndeponaros. Osopo(IV)  KOIHUECTBEHHO —OCaX-
naerca kyneporom u3 pazbaBiennbiX KHCIbIX pactBopoB. Kyndeponar
onosa(IV) skcrparupyerca xaopogopmor W amuarayemamon (677,
913].

DKcrpakuusa KyndepoHaToB 0JI0Ba sBIfAETCA B psjie caydaeB ag-
EeKTHBHLIM CPELCTBOM OT/EJIEHHS 0JI0Ba OT 3JEMEHTOB, MEIIalolluX
ero onpenesnennio. B paGorax [379, 486] npuBenens! yc/IOBHS 3KCTpaK-
uud Sn(I1) 1 Sn(IV) u psja ApyrHX 3JIEMEHTOB B BHJIe KyNhepoHaTos.
IMpu skerpakuun Kyndeponarta ososa(IV) ynanoch npakTHYeCKH
MOJHOCTBIO OT/IEJIHTh HHAHKATOPHEIE KoJuuecTBa 1*Sn or HHaHA nocne
o6ayuenns nocaeanero aefirponamt [712]. DxerTpakimio MPOBOAAT ABY-
KDATHO PaBHBIM OOBEMOM wemsipexxaopucmozo yeaepoda. Boaunas ¢asa
conepxut 3N HCI.

JInsi 3KCTPAaKIHOHHOTO BbIJEJIEHHS 0JIOBa TpPH €ro ONpeJeseHHH
B METaJIJTHYECKOM H CYPbMSTHHCTOM CBHHIIE HCMOJB3YIOT B KayecTse ofl-
tumanbnoit cpeast 0,3—0,6N HNO,. Tlpu takoit KucaoTHOCTH Kynde-
ponar osoBa(1V) mnosHOCTBIO H3BJIEKaeTcs B pe3yJsbrate TPeXKpaTHOH
aKcTpaknuH xJopodopmom. M3 Beex npumeceit, HaXOAAUKXCS B CBHH-
ue, Tonsko Sb(IT1) B ananoruunsix ¢ Sn(IV) ycioBusix B3auMoaeficTpy-
er ¢ dennadayoponoM. ITostomy ecau npeaycmaTphBaercsi KOHEUHOE
onpesesenre 0J10Ba ¢ (eHHIGuIyopoHOM, Heo6Xoaumo obecneunTh
JOCTaTOYHO NOJHOE OT/E/JEHHE CYPbMBL. ITO MOMKeT GLIThb JErKO JOCTHT-
HYTO, €CJIH Mepe]] H3BJEeUeHHEM 0JI0Ba NepeBecTH CypbMy B NATHBAJIEHT-
noe cocrosiune. M3 0,5N HNO, natupanenTHas cypbMa COBEPLIEHHO
He u3BJekaerca. [IpucyTcTBHE CBHHILA BJIHSAET HA MOJHOTY KCTPAKIHH
Kyndeponara onosa(IV), nostoMmy npu H3BJedeHHH oJ0Ba H3 ~20 ma
pacTBopa 6epyT HaBecKy CBHHIA, He npeBwiuapouyio 0,5 2 [134, 1351

Ornenenne osoBa B BHAe KyndepoHATa nNpeinokeHo NMpH ero onpe-
JeJeHHH B uuueke [1300]. '
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3aBucuMocTb (akTopa H3BJedenusi Kyndeponato Sn(II), Sn(IV)
u Sb(I111) xaopogopmom ot kKonuentpauus HCl B Boanoi dase npuse-
nena B pabore [1139]. Axerpakuna Sn(I1) u Sn(I1V) nanaer c ysenuye-
HHEM KHCJOTHOCTH BOJHOIO pacrBopa, JAOCTHraeT MHHHMyMa, a 3aTeM
npH yseanyenun koxuexntpaunn HCl Buiwe 8 1 5M cooTBeTCTBEHHO A5
Sn(I1) u Sn(IV) cuoBa Bo3pacraer:«ONTHMAJIbHLIMH YCJIOBHSAMH LJIs
M3BJIEYEeHHS 0JI0BA TIPH €r0 KOHLEHTPalHH 10 1 me/ma aBASAIOTCA: LIS
Sn(1V) — 0,5M HCI (ncxoanas KHCJIOTHOCTb 10 BBeeHHsA Kyndepoua),
KOHIeHTpalus Kyndepona 6 %, Bpemsa sketTpakiuu 6 mun.; aas Sn(11)—
1M HCI (nexonnasi KHCJIOTHOCTD), OCTAJILHBIE YCJIOBHSA T€ Ke, YTO H IS
Sn(1V). Ilpu yKasanHbIX yCJOBHAX H OJHOKPATHOH 3KCTPAKIHH PABHLIM
o6bemMoM xJiopodopMa B opranuueckuii ciiok nepexoaut 51,8 % Sn(IV)
u 96,4 % Sn(II).

HeycTofiunBocTb KyngepoHa u ero BOJAHBIX pacTBOPOB NPH XpaHEHHH
jenaet oco6eHHO NEPCNEKTHBHLIM HCIOJb30BAHHE B KaU€CTBE IKCTpakK-
IIHOHHBIX PEareHToB Kyn(pepoHATOB JPYTHX METaJJoB, MHOTHE H3 KO-
TOPHIX BMOJHE YCTOHYHMBBI M CPAaBHHMTEJLHO XOPOLIO PACTBOPSIOTCA B
opranuyeckux pacrsopurensx. Tak, usyuens kyngeponamol sceresa(l11)
u medu(l/]) Kak 3KCTPAKIHOHHble peareHTel B oTHOweHuH Sn(IV),
Zr, Mo(V1), Sb(III), Ta u Nb. O6a Kynpepoxara yCTOHUHBBI [IPH Xpa-
HEHHH B HerepMeTHuHofl rocy/le Ha CBeTy, pacTBOPbl 3THX KOMIJIEKCOB
B OpPraHHYecKHX PACTEOPHTENsIX TaK»e JOBOJbHO cTabuabHbL IIpH
H3BJICUCHHH 0JI0BA pacmeopom kyngeponama diease3a PaBHOBECHE He
JOCTHTaeTcsl naxe B Teuenue 1 uaca. Pacmeop kyngpeponama medu
B xaopodopme ussaekaer Sn(IV) us IN H,SO, npakTuueckH nosauo-
CThiO, OjlHOBpEeMeHHO mnoJnocTbio u3paekatoress Fe(ITI), Sb(III),
Mo(VI) u Zr [190].

dkcTpakuusa aHasoramu Kyndepona. N-Bensouagerurzudpoxcun-
amur (N-BOTA), apasoluiics aHAJOrOM KynpepoHa, Takxke HCIOMNb-
3yI0T /i SKCTPAKIIHOHHOTO OT/eJIeHHst ojloBa. [IpenmyiiecTBoM 31OTO

a0

Puc. 19. 3aBHCHMOCTb 3KCTpaK-
mun Sn(IV) 0,060 M pacreBopom
N-GenzouagenHATHAPOKCHIAMH-
#a B CHCl; or xonuentpauuu A | |

HCl 0—7 5 10 HOLN

Ixemparyus , Yo
S
I

pearenta nepeja KyndepoHoM siBasiercsi GOsblIasg ero crabHJbHOCTb.
Skcrpakuus ososa pacrsopamH N-BOT'A B xsnopodopme H3yuena psa-
nom astopos |12, 168, 466, 904]. Ha puc. 19 npejacraBiena 3saBHCH-
Moctb 3kcerpakuui Sn(IV) 0,05M pacreopoM N-GeH30H/IGEHHATHAPOK-
CHJIaMHHA B XJOPOGOPME OT KOHIEHTPAHH COJIAHOH KHcaoThl. Ha
puc. 20 npusesena 3aBHcuMocTb 3Kctpakuud Sn(IV) u Sb or xonuent-
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paunn N-BOTA B xsopodopme [466]. M3 cosnsiokucabx pactsopos
:Tll{mparupyemﬂ komnJiekc cocraBa SnCl,A,, rae A — annon N-BOIA
0441]. !
OnruManbHEIMH yCTOBHSIMH npH u3Bjiedenun Sn(IV) no pansbim
[1139] sBasiores 0,8M HCI, 19 -nwiit pacteop N-BOTA B xsiopodop-
me, nepememniBanue 10 MHH., MaKCHMAaJbHAfi KOHLCHTpALHus 0/0Ba
10 2 B 10 ma. TTpu 5TOM paBHEIM 06LEMOM OpraHHYecKOl (hasbl H3BJIe-
Kaerca 94,49% Sn. Ilpu skcTpakuum M3 pacTBOPOB XJOPHOH KHC/IOTHI

S ot 2 Ol 3 Puc. 20. 3aBHCHMOCTB 3IKCTpaKs
u\.\ X—oxmmeRm T~ Y o muSn(lV) (1,2) u Sh(3) pac-
3 R I " *, reng ToopoM  N-GeH3ou/IpeH HATH APOK-
g L R\ CHJIaMHHA B XJ0podopMe OT KOH-
8 _l/ : uentpaunn HoSO, 1 N-BOTA
8 e ) I " L 03 [RI=0.05 M; 2 — [R]=
x =0,

A 0 20 a0 ‘
. Hy 30y, ¥

ONTHMaJIbHAs KOHUEHTPauus nocaeaneir — 4M. Ocranbubie ycaosus
T€ JKe, YTOgH B cyyuyae sKcTpakum w3 pacrsopos HCl. Hapieuenue
96,1 %. s paspenenust Sn(I1V) u Sh(V) PEKOMEHJYIOT H3BJIEKATh
Sn(IV) pacrBopom N-B®PTA B xaopopopme us 0,8M HCI (paxTop obo-
ramennst 100). Or BHCMyTa, OTAEASIIOT 0/10BO SKeTpakuuei 1 Yo-Huim
pacrBopom N-B®TA B xsiopoopme 13 4M HCIO,. dakrop oboratie-
HuA npu sroM pased 900. Mnoil Bapuant npeaycmatpusaer coBMecTHoe
OTAENCHHE 0JI0BA H CYPbMBI OT BHCMYTa 3KCTpaKukeil NepBhIX ABYX
saemenToB 1 %-nbiM pacteopom N-B®I'A B xsopcdopme s pactsopa,
conepaxatiero IM HCIO ;+0,1M H,C,0,. Orzenenne onopa or cypbMbi
NPOBOAAT 3aTeM, KaK yKasaHo Bhbllle.

Ilpn nexommoii konuentpauuu Sn(IV) B Bogmoi dase 2,5-10~* -
uorfa (30 mka/ma) MAKCHMANLHOE H3BJIEUCHHE OJIOBA PAaBHLIM OGLEMOM
4,7-107*M pacropa N-BOTA B x/10podopme HMEET MECTO NPH KOH-
uentpauun HCl B Bonoii ¢ase B npenesnax 0,2—0,5M [1044]. Kosgp- _
¢uinent pacnpeaenenns o/ioBa B THX ycaosuax paeed 0,62, Eciin e
K BOZHOMY pacTBOpY 106aBuThb 1 ma pacrsopa N-B®I'A 8 CH,CH,OH,
CH4COOH wunn CCI,COOH, kosdxpuument pacmpenieseHus: yBeaHYH-
Baercss 710 4,9; 74 u 99 COOTBETCTBEHHO, YTO, BO3MOXKHO, CBfI3AHO ¢
YMeHbIIeHHeM Kosppuikenta pacnpenesenusi N-BOTA B npucyrcrsun
5THX BELIECTB.

Beenenne H,O, u BHHHOM KHCJIOTE B pacTBOp, cojepaawmii 0,2—
0,5M HCI, naer BO3MOXKHOCTb NPOBOAHTH SKCTPAKIHOHHOE OTHAE/EHHE
osnoBa or ~50—100-kpathbix Kosmuuects Ti, V(V), Cr(VI), Zr, Hf,
Nb, Ta, Mo(VI), W, Ce(IV) u Sb(V) [1044].

HerripexsanentHoe 0/1080 o6pasyer ¢ N -(hypour-N-genureudporcua-
AMUHOM GECLIBETHBIH Xes1aT, SKCTPArHPYIOMHACS MPH KHCJIOTHOCTH pac-
tBopa IN H,SO, — pH7. Bwuio u3yueno 3KCTPaKUHOHHO® NOBeJe-
HHE GOJIBIIOrO YHCJA METAJIOB, YTO IO3BOJISIET OCYIIECTBHTH OLEHKY
BO3MOKHOCTH HCIOJIbSOBAHHSA JIAHHOTO PEAaKTHBA B KauecTe 3KCTpareH-
Ta TIpH TPOBEJACHHH DasJHYHHIX pasjejennii [433a].
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IKCTPaKUHA BbICOKOMONEKYIAPHLIMH AMHHAMH. Bricokomonekyasp-
HLIE AMHHBI, [OBEJIEHHE KOTOPBIX AHAJOTHYHO AHHOHOOOMEHHBIM CMO-
JIaM, HAaXOMsiT NPHMEHEHHE NPH 3IKCTPAKIHOHHOM OTJIEJEHHH 0J10Ba.

Hs 2M HCI pacreop N-dodeyurmpuaskuimemuiamuna (ambepaum
LA-1) B kcunone skcrparupyer, 70 % Sn(1V). O1HoBpeMeHHO H3BJ/ieKa-
ercsi cBuHell (~40Y%) H npakTHdecku He IKCTparupyercsi repManui.
C noseiuennenm kornuentpaunn HCl B pactsope 10 4,5—6M IKCTPAKIHA
0J10Ba JOCTHraeT MaKCHMAJbHOIO 3HaueHus 97 %. DKcTparHpoBaHHOE
0JI0BO MOXeT GhiTb peskcrparuposano 0,5—1,0M pacteopom HNO,
[12031.

Akerpakumio Sn(11) nposoast 0,1 M pacTBOPOM TPH-H-OKTHAAMHHA
B Gensose, HachimennsM 2N HCI us 2—4N HCI [89].

K ananusupyemomy pacreopy (2—4 N HCI) npubasasior 50—60 me ackop-
GHHOBOJi  KHCNOTHL W 2—5 ma 3KcTparenta (cooThomenne a3 1 :2 win | : 5),
scTpAXHBaloT 3—5 mun. (npn  skcrpakuum us 2 N HCl onepaumio wussievenus
IIOBTOPAIOT).

Ipu skerpakuuu 0,5M pacmeopom dumemuibensurarkurammonus
B auxsopsrane us 0,2M HCI onoBo ocraerest B Boauoii dase, a B opra-
HHuecKyio nepexoast Pt, Pd, Ir, Au, Tl, Ag, W, Mo, Zn, Cd u Re.
OJ10BO H3BJIEKACTCS TEM JKe IKCTPATEHTOM IIPH MOBBILIEHHH KOHLIeHTpa-
und HCl no 6M [118].

Hsyuena sketpakuus uutpatneix komniekcos Sn(11) NPHCYTCTBHH
TPHUOYTHIAMHHA H30aMHJIOBbLIM CHHPTOM H [I0KA43aHO, YTO H3 BOJHBIX
pactBopos, cojepxamux 0,1—0,2M aumonnyio kucaory, 0,1—0,3M
TpHOYyTHIaMHH U uMelolnx pH 2—7, os10B0 (a Takike cBHHEl) He H3BJe-
Kaercsl B OTJIHYHE OT 3KCTparupywmuxcs B Gosbluell Hin MeHblueli cre-
nend Cu, Zn, Cd, Al, Ti, Sb(IIT), Bi Co, Ni, Ru(IV), Pd(II), Ir(IV)
u Pt(IV), VOSO,, (NH,),McO,, K,WO, [460].

Pactop N-aaypusmpuarkusmemuramuna (ambepaum LA-2) B
Kkcusone uspaekaer 96—98 % Sn(1V) u3a 5—9 M HCI. Ceunen npakru-
Y€CKH HE H3BJeKaercs, Koraa Konuentpanusa HCl npepwimaer 8M. Y-
TAaHOBJIEHO, 4TO Vs KOJHYECTBEHHOTO pasjeseHus Sn M Pb ontumans-
Has KoHuentpanusi 7—8M HCI [399]. TTpu onpesesenun o08a B Mej-
HBIX CIJIaBaX ero OT/e/AI0T caeayiolnM obpasoM [398].

20 ma ananusupyemoro pacrsopa (7—8 M HCI) paGaitesaror 2 paza ¢
20 ma 10%-noro pactBopa am6epaunta LA-2 B kcunose. O6venuuenibie IKCTPAKTHI
npomeiBalor 20 #a 7—8 M HCl u B3GanrwiBator 3 pasa ¢ 30 a2 0,5 M HNO;, pe-
3KCTParupys oJoBO.

AHanoruyHBIfi METOJ NIPEIONKeH /IS BHIIETEHHSA OJI0BA H3 HHUKENs
BBICOKOH 4nCTOTHI [993 ], padmuupoBannoro u ceiporo cBuHua [994].

Ja1st oTjies1enus 010Ba OT CypbMbl HCNOJB3YIOT SKCTPAKIHIO 5 %-HbIM
pacmeopom mpu-(usookmun)amusa B MeTHau3o6yTHakerone [1185a].
DKCTPAKIHIO NPOBOJAT H3 COJISHOKHCIBIX PacTBOPOB.

IKCTPAKUMS JHITHALHTHOKapGamuuaToB. OnyGinKoBaHO GOJBLIOE
4HC/10 paGoT, B KOTOPLIX 1S OT/IeJIeHHs! 0J10BA HCTIOJB3YIOT IKCTPAKIHIO
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dusmuadumuoxapbamunamos memanrnos [316, 346, 393, 396, 403, 764,
789, 832, 854, 964, 1028]. Ha puc. 21 npuBesens! jannbie 06 yCJIOBHAX
IKCTPAKIHN JU3TH/IAHTHOKapOamuuartos osiosa(l1) u onosa(1V) u pana
apyrux aJjementoB 0,04 %-HEIM pacTBOPOM JHMSTHJ/AMTHOKapGaMuHaTa
musrunammonnst B CCly; aaist Mo(V1)—B emecn CCl, v amunioBoro cnupra
(4 : 1); aaa V(VI) — B CHCI,. Ha pucynke IITpUXOBKa — 3KCTPAKIHsl
TobKO M3 pactBopoB H,S0,, a B ciyuae Sn(1V), Cr(VI) u Fe(I11) —
u3 pacrsopos HCI; yepubiM 1iBeTOM noKasaHa 9KCTPaKI(HA H3 pacTBOPOB
cepHO# K cosisiHOl KHeJIOT. BhicoTa Kaxkio0il KIETKH COOTBETCTBYET 100 %-
HOMY H3BJIEUEHHIO.

B paGorax [729—731] 6bi10 nokasauo, yro Sn(IV) xosuuecrsento
9KCTparupyercss B BHJE KOMIJIEKCA C AMITHJJIMTHOKap6amMHHATOM Ha-
tpusi npu pH 4—6,2 wemupexxaopucment yeaepodom. PactBOpUMOCTD
kommaiexca 0,1 2/100 ma. Tlpu pH>7,5 Sn(IV) npaxkTuueckn ne uapJe-
kaercst jaxe B npucyrersun 0,01—0,03M pacrBopos pearenta. JKcrt-
pakuuu Sn(IV) He MemaioT ITHJIEHIHAMHHTETPAYKCYCHAs KHCJIOTA,
uurpar-, taprpar- H ocpat-HoHH. B KauecTBe pacTBOPHTENS INpH
sxkerpakuni Sn(IV) Moxker GHITH HCNOJB30BAH XJOPOHOPM.

B KHCJBIX pacTBOpaX AMITHJAAHTHOKApGAMHHAT HATPHS JOBOJIBHO
Ghictpo pasaaraercs [729]. ¥Yaxe npupH 4,0 on passaraercs nanomo-
Buny 3a 30 cek. Ilosromy B paje cayyaes 1peroYHTaIOT HCMOIb30BATD
pacTBOpPHL QUIMUAOUMUOKapOamunosoli Kucaomot B xnopogpopme [395].

Eme Gosiee yI06GHO HCMOMB30BATH PACTBOPHL JAHITHJHTHOKAPOaMH-
HATA JIH3THIAMMOHMS B XJ0podopMe, TaK KaK 3TOT PeareHT, B OT/JIHYHE
OT HaTPHEBOH COJIH, PACTBOPsAETCS B YKa3aHHOM OPTaHHYECKOM pacTBo-
putene [1516].

[lpn 3KCTPAaKUHOHHOM BhIJ€JIEHHH 0JI0BA B BHJE AH3THJANTHOKapO-
aMHHaTa B PAAE CIydaeB HCMOJB3YIOT TOT dakT, uto u3 1—10N H,SO,
ussaekaerca Sn(Il). UernipexBasneHTHOE ONOBO B 3THX YCJOBHAX He
skcrparupyercsi. Anasoruyno senyt ce6s As(I1I) m Sb(III), koropoie
SKCTparupyloresi, B ormiMuue ot He uspjekaiomuxcsa As(V) u Sb(V)
[1516]. D10 cBoiicTBo nossoser B npucyTeTBuH Sn(1V) n3Bneus austui-
JUTHOKAPGAMHHATH 3JIEMEHTOB, 3KCTParHPyloUlHecs M3 CEPHOKHCJBIX
pacteopos. OJI0BO IPH 3TOM OcTaercsl B BOJHOH (ase. 3/1ech ke conep-
JKaTcs H Te 3JEMEeHTH, KOTOphle He SKCTParHpylorcs B BHJE JIHITHJI-
JMTHOKAPGAMUHATOB M3 CEPHOKHCABIX pacTBopoB. Otjenienne osoBa or
3THX 3JEMEHTOB IIPOBOAAT MOCJe ero BoccTaHoBjenus 1o Sn(I1), sker-
parupys M3 TOr0 € pacTBopa B BHJE JHITHJJMTHOKapOamuuara
[186, 1018, 1130, 1132]. IIpu ornenenuy osnoBa OT NOJYMHJJIHTPAMMO-
BBIX KOoJiHuecTB 59 pas/iMYHBIX 3J1E€MEHTOB JBOHHOH 3KCTpaKuHed HeoT-
JIEJIEHHBIM OCTABAJICS TOJIBKO MOJIHGIEH, OJIHAKO KOJIHYecTBO ero Gblio
HACTOJIBKO MaJIO, YTO €r0 BpeHOe BIHAHHE IIPH KOHEYHOM OIpe/e/IeHHH
osioBa ¢ (peHHA(UIyOPOHOM MOXKHO OBLJIO JIEFKO NPEIOTBPAaTHTL MacKH-
pOBaHHEeM NepeKkychbio Bofopoaa. B ciydyae npucyTCTBHA B aHAJH3HpYe-
MOM pacTBope GOJbLIHX KOJHUECTB (IPeBBINAIOIHX ~1 me) MmocTopoH-
HUX MerasioB OObLMHO NpHOGEralT K JOMNOJHHTEJIBHBIM ONEepaiHaM
OT/leJIeHHs .
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H3 pacrBopoB ausTHAHTHOKap6aminatos MetaanoB 8 CHCI, onoBo
(a rakxke As, Bi, In, Se u Zn) peakcrparupyior 0,5M pactBopom NaOH .
B To ke Bpema Mn u Sb peskcrparupyior |M NaOH, Pb u V — 3M
NaOH; Ag, Co, Cu, Hg u Ni ne peskcrparupyiorcs aaxe 5M pacrso-
pom NaOH [1098a].

TMuppoarudundumuokapbamunam ammorua (WM HATPHA) TaKKe HC-
MoNb3yIOT VIS IKCTPAaKIHOHHOrO oTjaeqennsi onoBa [723, 858, 875,
1084, 1172]. dror pearent B BoAHBIX pacTBopax Gosiee yCTOHYHB, yeM
JUITHAANTHOKapOamunosas Kucaora. [lupposHAMHAHTHOKap6aMuHaT
0JIOBA TPAKTHYECKH TOJIHOCTBIO 3IKCTParupyeTcsi XJopohopMOM IpH
pH~I1. B 3THX ycJoBHSIX NpakTHYecKH NOJHOCTBIO H3Bjexawotcs Fe,
Co, Ni, V, Cu, As, Sb u Pb. KosinuecTBeHHOE H3BJ€UEHHE 0J10Ba (a TaK-
e MelH H cypbMbl) nabmionaerca aaxe u3 6M HCI (B nmpucyrcrsuu
0,2 %-noro pacreopa pearenra) [1149, 1150].

Texcamemunrendumuokapbamunam Hampus Takxke 6ojiee YCTOHYHB
K PasjIoXeHHIo, yem AuaTuaauTiokapbamunar narpusa. Ma 1,5—3N HCI
XJ0pohOPM H3BJEKACT 34 OJHY IKCTPAKIHIO B BHJE I€KCAMETHJIeHIH-
THOKapGamunaTos 98—99% Sn(11), Cu(Il), Ag, Cd, Hg(11), TI(11I),
Pb, Bi, Mo(VI), Nb, Se(IV), Te(1V), Re(VII), Sb(III), As(III),
Pd(1I), Pt(II) [84a, 88]. ‘

IKCTPaKUMsl 0/10BA B BHJAE COelMHEHHMil C AudeHmaTHoKapGazoHOM
(auTH3oHom) u au-(B-Hadrua)THOKapGasoHoms lcnoabsoBanue OJu-
ernuamuoxapbasona (Qumusona) s SKCTPAKIHOHHOTO OTJEJeHHSs
0/10Ba MEHEE PacrnpocTpaHeHo, YyeM NpUMeHeHHe YIOMSIHYTHIX Bbllle pe-
arentoB. Jlutnzon He o6pasyer ¢ Sn(IV) skcrparupyomerocs HenoJsp-
HBIMH pacTBOpHTENsIMH KoMmyiekca [196]. Sror dpakt Moxer GbiTh 06bsic-
HeH 06pa3oBaHHeM JIHIIbL KATHOHHBIX KOMILIEKCOB BCJEJACTBHE TOTO, YTO
npH KoopAuHauHoHHOM yucste Sn(IV), paBHom 6, GHAaeHTAaTHBIX W O]
HOBPEMEHHO OIHO3apAAHBIX JHTaHJaX He MOXKeT o6pasoBaTbCs KCTpa-
THPYEMbIH 3/1€KTPOHEATPaJbHEI KOMILJIEKC 0JI0BA B OTCYTCTBHE JIO-
CTATOYHOTO KOJIHUECTBAa aHHOHOB-naprHepos [1871].

Iuruszon pearupyer ¢ Sn(I1I) B o6aactu pH 5—9 u komnieke 3Ker-
parupyior pacrsopoM autusona B CCl, [1010]. Oxnako naxke npu xpa-
HeHHH B TeMHOTe B Teuenue | uaca paanaraerca ~10% pacrBopenHOro
B CCl, nutnsonara onosa(11). Ilpu HOpMa/bHOM JIHEBHOM OCBELICHHH 34
3T0 BpeMs pasnaraercs csbie 50 % nurnzonara onosa(ll). I'lox Baus-
HHEM KHCJI0pPO/a pas3/oykeHHe nporexaer eie GhicTpee, TaK Kak npolc-
XO/INT OKHC/IeHHE 0JI0BA 10 YeTHIPEXBaJEeHTHOTO €OCTOsSHHA ¢ o6paso-
BaHHeM cBOOOANOTO AHTH30HA. JTO fIBJIEHHE 3aTPY/sieT HCNoJb30BaHHe
JHTH30HA JUJISl OTpPeJesIeHHs] OJIOBa.

ITpu Hcnonb3oBaHkH /151 SKCTPAKIMOHHEIX 1le/1efl pacTBOpa JIMTH-
30Ha B H30aMMJIOBOM CITHPTE GBIIO OGHAPYIKEHO, UTO NPH B36aNTHIBAHHH
JaHHOTO 3KcTparenta ¢ BogueiM pacteopoM Sn(IV) mpu pH 1,5 o6pa-
3yercs YCTOHYMBBIH KOMIJIEKC € COOTHOLIEHHeM KoMmnoHeHToB 1 : 1
[1453].

[To skerpakiuu aMTH3OHATa oJioBa cM. Takxke [379, 508].

Cxemarnueckoe nzobpaxenne obiacreil pH usBsieuenns auruaonatra
onoBa(ll) u pajga xpyrux MeraanoB npuseneno na puc. 22. Ipusejen-
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Hble Ha 3TOM PHCYHKE JaHHble MOJYYeHbl 11 25 MKM PACTBOPOB JHTH-
sona B CCl, u BOmHbIX PacTBOPOB coJiefi METa/JIOB COOTBETCTBYIOLIEH
KOHIIEHTPAlHH, K KOTOPbIM JI06aBJieH B KauecTBe 3JIEKTPOJIHTA YKCyc-
HOKHCJab amMouui. Tlpn naBnevennn xnopodopMoM 061acTh SKCTPAK-
MK cMemiaercsi o6biyHO BrnpaBo Ha 1—2 enumunn pH. Homnmt CN™
He Mmemalor o6pasoBanuio autHsonata odopa(ll) [a Takxke Bi(IIT),
Pb(11), TI(I) u In(I11)] npu pH>7. Ocrasnbhbie MeTa b, 06pasyomue
JHTH30HATHI, NPH 3TOM Mackupyiores [196].

[1pu B36anTeIBaHHH pacTBOpa AHTH3OHA B XJopodopMe ¢ pacTBOPOM
nustusonosa B npucyterBuu CCl,COOH o6pasyercsi KOMIJieKc ¢ Mak-
cuMyMoM Tnorsiomends npu 510 am. TpH3ITHIONIOBO B ITHX YCJIOBHAX
c autusoHoM He pearupyer.}ITpu pH 8,4 (6opaTneiii Gydep) ob6a ykasan-
HBIX COEJHHEHHs 006pPa3yloT KOMIJEKCH ¢ MaKCHMYMaMH MOTJIOLIEHHS
npu 485 (1uaTH0708B0) H 440 Ha (TpusTHIOI0BO). Kosduuuents pac-
TIpeAeseH st STHX KOMIIEKCOB Mexy GopaTHbeiM Gy(epHBIM pacTBOpPOM
u CCl, paBuwm coorBercrBeno ~50 u 0,13. Ha ocnoBauun mnoay-
YeHHBIX JaHHBIX paspaboral crnekTpodoTOMeTpHUECKHH Merojx pas-
JIeTbHOTO OTpeNieJIeHHsi JH3ITH/I- W TPHITHIONOBA B HX cMecAX. Bae-
nenueM Komnaekcona II1 ycrpansiior nmomexH, BhI3bIBaeMbIE MPHCYTCT-
BHEM JPYTHX MeTaJlsIoB, 06pasylomux IHTH30HaTH [655].

Yeranosneno takxke, uto Sn(I1) u Pt(I1) skerparupytorcss U3 1HT-
patHoro 6ydeproro pacrsopa ¢ pH 9—10 B BHJie KOMNIIEKCOB ¢ aHaJio-
roM AuTH30Ha — aH-(B-nadrua)THokap6azonom [869].

JKcTpakuus 8-OKCHXMHOAMHATOB., UeThlpexBajieHTHOE OJIOBO OY€Hb
XOpOWO 3KCTparupyercs pacmeopamu 8-okcuxuroauxa B Xjaopodopme
1 n3oamusiosom cnupre [188]. Ha puc. 23 npupesena saBucuMocthb dak-
topa ussaeyerns Sn(IV) B Buge 8-okcuxunonunara or pH pacrsopa
Hanuyusa B HeM XJopHcertoro Kamaus (3M). B npucyrerBun 3M KCl nna
0,001 M pacrsopa 8-okcuxunonuna 8 CHCl, ycranosseno [218], uro

100 4

Puc. 23. Buausuue pH na ske-
tpakuuio  Sn(IV) pactBopamu
8-okcuxunonHHa B XJopodopme
(I, 2) W H30aMHJIOBOM CIHPTE
(3, 4

I, 3 — B orcyrereue KCI, 2, 4 —
B npucyrcreun 3M KCl

Ixemparyus , "o
S

pH 50%-Hoii akcTpakuuu paBen ~1,5, a NpH HCNOIL30BAHUN H30AMH-
joporo cnupta — 0,0. Tlpu Gosee BLICOKHX KOHUEHTpauUHAX 8-OKcH-
xunoauHa (0,1 M) B opranuuecknx pacTBOpUTeIX (HAKTOP H3BJEYeHHsI
onosa nocruraer 100% [188]. Beenenne HCl yayumaer skerpakumio.
B stHx onwitax B KayectBe GydepHOro pactBopa HCMOJIb3YIOT CMech
HCI -+ KCI, uto okasniBaer Biusinne Ha skcrpakunio Sn(1V) 8-okcu-
XHHOJIHHOM.
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H3 cyabdpatunix pacrsopos (H,SO, + Na,SO,), K KotopsiM A48
NpeloTBpalllen st THAPOJIH3a 0J10Ba J00aBJsIOT BHHHYIO KHCJIOTY, pas-
Hblit 0O6bem 0,1 M pacrBopa 8-0KCHXHHOJHHA B XJopodopme nmpH 254
+0,5°C skcrparupyer npu pH 1,05—6%; pH 2,96 — 29 %, pH 3,55 —
29% Sn(I1V) [189].

B orcyrcrBHe HOHOB raJIOMJ0B H3«CcepHOKHcJOro pactsopa npu pH
0,85 pacrBop 8-OKcHXHHOJNHHA B XJopodopme He u3Baekaer Sn(IV).
Sror (akT HMcnoab3oBaH IIpH pazpaboTKe MeToja OnpejesieHHs 0J10Ba
H MOJIH0/leHa [IPH COBMECTHOM IIPHCYTCTBHH B CTaJIsIX, UHPKOHHEBLIX H
GepHJIHEBLIX CIIJIaBAX, OKHCJIaX TOPUSl M ypaHa. MosiubueH sKeTparu-
PYIOT PacrBOpPOM 8-OKCHXHHOJIHHA B XJOPOQOpME H3 CEPHOKHCJOro
pactBopa, csoboanoro ot rasorenugos npu pH 0,85. [locne orpenenns
Moanbaena B Boaubii pactBop BBoaAaT NH ,Cl u skcrparupyior osoBo
[876]. AnasornyHo M3BJEKAalOT OJIOBO NPH aHa/H3e TOPHBIX MOpojA, a
rakxe Merajuinueckux Al, Fe, Ni, Co [1271]. DkcTpakuusi OKCHXHHO-
JIHHATA 0JI0BA HCIIO/b30BaHA TaKMKe NpPH ero OmpelejieHHH B JKejese
H craan [1473].

qublpEXBa.ﬂﬁHTHOG OJIOBO HMEET I10 OTHOLUEHHIO K KHCJIOpOAY HJIH
a30Ty KOOPAHHALHOHHOE YHCJIO 6 U MOXKET, B NPHHIHMNE, NPHCOIHHHTD
TPH MOJIeKyJabl 8-0KcuxuHONHHA ¢ obpasoBanuem SnOxj. Heiitpans-

Hbll KOMIJIEKC He MOxeT o6pasoBaThCsi M3-3a HELOCTATKA KOOpAHHA-
IIHOHHBIX MecT (8-okcuxuHonuH Gupenraren). [lockonbKy skcTparupye-
Mble XJIOpoOPMOM BHYTPHKOMILJIEKCHbIE COeJHHEHHS B GOJIbILHHCTBE
caydaeB HefiTpasibHbl, 8-0KcHxuHoaHHAT oJoBa(lV) B orcyrcrBHe nop-
XOAAIHX aHHOHOB (HanpHMep, H3 CEPHOKHCJBIX PacTBOPOB) He 3KCTpa-
rupyercsi. B mpHCYTCTBHH HOHOB XJIOpa H3BJIeKaercsi, IO-BHAHMOMY,
komnieke Sn(Ox),Cl, [189, 1054].

ITpu pH 9,4 Sn(IV), a rakxke Sb, Mo, Tl, W u V B Buze 8-0KcHXH-
HOJIHHATOB XJI0pOOPMOM He 3KCTParHpyIoTcs.

Has peskerpakuun Sn(IV) u3 GeHsosbHOl (hasbl nocJe H3BJICYEHHSA
€ro B BHJe 8-OKCHXHHOJIHHATa OJIOBAa OpraHHYecKyio ¢asy B3GajTbi-
Batlor ¢ pactsopom HCI (1:2) [337].

Hnsa skerpakuun Sn(IV) npu pH 1,0 moxer 6uiThb HCIOJNIB30BaH
5,7-0ubpom-8-okcuxunorun. B KauecTBe PpacTBODHTENS TNPHMEHSIOT
uzobyranon [1324].

IKCTPaKUUS KOMIIEKCOB 0JI0BA C AHAHTHNHPHIMETAHOM M €ro aHa-
noraMu. Jluawmunupuimeman ¥ HEKOTOPbIE €r0 TOMOJIOTH SIBJISIIOTCS
BecbMa 3()eKTHBHBIMH peareHTaMH JJIsi 3KCTPAKIHOHHOTO Bhlge/eHHS
0JIOBA.

Hapneuenne osnoBa (a takxke Pb, U um MoaHOIEHOBOH KHCJOTHI)
H3 COJAHOKHCIBIX cpej MeHee noJiHoe, yem Fe(II1l), Cu(l), Zn, Cd,
Hg, Ga, In, Tl, Bi u Sb, a rtakue meraiaan kak Zr, Hf, Th, Cr, Mnu
Ni npaktuuecku He usBnexaiorcsi. He nssnekaiorcs Be, Mg, Ca, Ba, Sr,
Al, Sc, Y,LauTi [160]. TTo crenenn 3KcTparupyeMoOCTH XJ0podopMoM
u3 2N HCl gnanTunupuaMeTaH-XxJI0pHAHBIE KOMIJIEKChl METaJl10B pacno-
naraiotes B pax: Sn(11) a Fe (111)>Bi=>Sb(111)>Ss(V) > Hg(I11) >
>Cd>Zn>Cu(I1)>Co(II). CoctaB Bbl/€JEHHOT0 B KPHCTANIHYECKOM
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Bije KoMmnaekca osioa(ll) coorsercryer orHowenuio Sn : Cl : auan-
THIHPHIMETaH = 1 : 3 : 1. 10T KOMIJIEKC PacTBOPSIETCS B OpraHHye-
CKHX PaCTBOPHTE/ISAX H XOPOLIO H3BJIEKAETCs XJIOPOYOPMOM H JIHXJIOP-
sranoM. CooTBercTsylomuii Kommiekc odosa(lV) ¢ cooTHOweHHeM
S : Cl : xuanTHnHpHAMeTaH = 1 : 6 : 2 (Bbigesiennnii u3 6N HCI)
IJIOXO H3BJIEKAETCs XJ0PoopMoM. OfHAKO Masibie KOMHYeCTBa Sn(1V)
H3BJIEKAIOTCS BecbMa nosino [164, 539 ).

YeTbipexBaJleHTHOE OJIOBO XOPOIIO H3BJIEKAETCS XJ1I0pOOPMHEIM
PACTBOPOM JIHAHTHIHPHJ/IMETAHA B BHJ(€ TPOHHOTO KOMILIEKCA H3 HOAM/-
HBIX pactBopoB: [164]. Dkcrpakumio npoBojsT M3 CEPHOKHCIBIX CPej
B npreyrctBiH NH ,J 1 neGosbuinx Kosinuects ackopGHHOBO KHCJIOTHI,
BBOJUMOT Jl/Ist [IPEAOTBpalen s OKneaenns J . Kpome o/ioBa B Tex e
YCIOBHSAX XOpoLIo sKkcrparupyioresi Bi, Sb, Cd, Hg u Cu—snemenrs,
CrnocoGHble 06pPa3oBLIBATD MeTa/JIOHAHbIE KoMiiekcs., He SKCTparupy-
orest Zn, Cr(111), Mn, Fe, Co u Ni. CooTHowenue oJ0Ba u JHAHTHIIH-
PH/IMETaHa B 3KCTpAarupyemoM coepuHeHHH paBHo 1 :2 [162]. Ontu-
MaJIbHBIE YCJIOBHA 3KCTPAKUMH: BbicoKasi Kouuentpauus KJ~20%,
cpera 1—2N H,S0,, ackopGuHOBasi Kuc/oTa, 9KCTpareHt — XJIOpo-
Gopm, copeprkawmii B 15 ma 0,7 2 AManTHnupuamerana (Ha 30 me Sn).
B npucyrersuu Cd, Pb, Ge, Sb(I111) i Ti kosinuecrso AHAHTHITHPHJIME-
TaHa poBoaaT A0 1,5 e. Bpemsi skcrpakuun 8—10 mus.

- Has ornenennst Sn or Al, Fe, Mn, Zn, Ni u Co NPHMEHSAIOT IKCTPaK-
LHIO HOJMIHOrO KOMIJIEKCAa 0/10Ba C JHAHTHIHPH/IMETAHOM CMEChIO
C¢H¢ -+ CHCIl, [165].

~ JIOBOJIbHO NOJIHOE H3BJICYEHHE OJIOBA (a raxxxe Cu, Co, Zn, Cd,
Fe(I11), Bi u Sb) na6mionaercs B npucyreTsun poiaHuj-HoHOB [37 ],
B xJiopodopMHbIi ¢/10ii npH onpeseseHHbIX KOHUEHTPALHAX KHCIOT MO-
TyT nepexoaute Takxke Zr, Hi, Th, U, Mo, W, V [160]. Msyuena skcr-
pakuusa 1—10 mxe Sn B Buge TpoilHOrO KoMmmjekca ¢ podarudom n
OUQHMUNUPUAMEMAHOM U3  COMTHOKHCIBIX pacTBOPOB, COJEPIKALLHX
I 2 Cr [140].

OGpasoBanue TpexasHbIX IKCTPAKUHOHHBIX CHCTEM NPH HCIOJAB30-
BaHHH NHAHTHOHPWIMETAHA B K4YECTBE 3KCTPAKLHOHHOIO peareHTa He-
CKOJIBKO OCJIOXKHSIeT mpouecc pasienenus synementoB. (¢Tperbs dazar,
OAHAKO, HCINCJb30BAHA IPH CNEKTPOXHMHYECKOM ONpPEIeJNeHHH 0JI0Ba
H HEKOTOpPbIX Apyrux siementoB [85]). M3o6yruiiuantunupuiMeran
UMEET MEHDIIYIO CKJIOHHOCT K 00pasoBanuio TakKHX cHcreM. [lostomy
U306YMUAOUCHMUNUPULMEMAK HCTIONB3YIOT JJIs SKCTPAKIMH OJI0BA
[161, 163]. Bruwio yctanosseno, 4to 041080 M3BJeKaeTcs Ha 96—99 %
npu KonuenTpaunu HCl B Boauoit pase 0,5—9N, 5—6-KpaTHOM H30BITKe
H300yTH/IIMAHTHIIHPH/IMETaHA H NPH HCNOJIB3OBAHHH XJIOpO(opMa B
Kauecre pactoputeasi [161]. CooTHomenue B 3KcTparupyemoM co-
CAHHEHHH OJIOBO : H300YTHJAMAHTHIHPHJIMETAH paBHo | : 2.

K asannsupyemomy pacrsopy, cofepxauiemy no 30 me Sn, poGasasior HCI
(mo Kohuentpaunn or 2 N u peuwe, B npucyTerBuH Sb u Pb xonmenrpanns HC)
Ao/kHa 'Obite 6—8 N), Heckonbko KPHCTA/THKOB acKOPOHHOBOM KHCJOTH, pacTBop
1 2 m3oGyTHaguaHTHIHPHIMeTana B 15 M4 xnopogopma (B npucyrcreun Zn, Cd,
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Pd, Ge, Cr, Hg u Mo konmnuecTBo H306yTHAAHAHTHIHPHAMETAHA NOBBIWAIOT 0
1,5 ¢), BerpsixuBalor 3—5 MitH. H oTAensloT oprahuueckylo (asy. Boanyio da3sy
npombiBalor 5—7 M4 XJopodopMa, opraHHyeckylo (ady NPHCOEAHHAKT K OCHOBHOMY
9KCTPAKTY, (PHALTPYIOT 4epe3d cyXoH OyMaxkHblii (GHALTDP H Pe3KCTParupyior oJoBo
pactsopoM Kommgekcona 111, nepemewmnBas daszsi 3—5 mun. [161].

KosinuecTBeHHOe H3yueHHe SKCTPAKUHH METajljioB M3 POAAHHAHBIX
pacTBOPOB C HCIOJIb30BAHHEM H300YTHJIIHAHTHITHPHJIMETaHA TO3BOJIHJIO
PACIIOJIOKHTD 3JIEMEHTBI B CJ@AYIOIHH «POJaHKAHBLIH psag» (B nopsjike
yMeHblienHs skerparupyemocts) @ Sn(I11) > Sn(1V) > Zn > Co(I1) >
>Mo(VI) > W(VI) =>Ga > Fe(111) > In >Ti(1V), Hif, Zr, Th,
Hg(I1l), U(VI), Sb(Ill), Bi(lll) > Sc > V(1V) =>Cd > Mn(11)
[163]. Oacpo, pacnojoxkenHoe B Hayaje psja, sBasercs HanGo-
Jiee JIerko 3KCTparHpyeMbiM 3J€MEHTOM B YKasaHHBIX YCJIOBHAX. D10
NO3BOJIMJIO NPEJVIOKHTh BBICOKOH30HpATeJbHbI MeTOA OlnpeleJieHHs
0JI0Ba, MPH KOTOPOM BO3MOXKHO ONpeJie/ieHHe 3TOr0 MeTa/ja B 00bek-
Tax, | comepaamux. ‘Pb, Bi, ! Sh, Cu, Zn, Cd, Zr, Th, Ti, Pe,
Co, V u apyrue (> 60) snemenTsl. 3TOT METOA, HA3BAHHBI KMETOJIOM NPO-
MEXKYTOYHOTO 3JieMEHTa», 3aKJIOYaercs B TOM, YTO MpPH pasjelieHuu
aneMenToB A M B, 3HauuMTeNbHO pAa3HYAIOWKXCA 1O CBOEH IKCTpak-
1HOHHOH cnocobnoctH (A — xopomo, B — cnabo skcrparupyioinecs
3JIEMEHTELI), BBOJAT «IIPOMEXYTOUHBIH» 3jemeHT B, H3aBaekawouiuiics
XyKe, ueM 3J1eMeHT A, HO 3HAYHTeNIBHO Jyulle, yeM ssemenT B. Byayun
B35IT B 3HAYHTEJIbHBIX KOJIMYECTBaX, OH, HE MeIlasi U3BJeYeHHio A, nmoJ-
HOCTBIO NPENsATCTBYeT IKCTPaKIKH /eMenTa B, Tak Kak Besey 3a aue-
MeHTOM A H Jaxe (B KaKOH-TO CTENEHH) BMeCTe C HHM (B 3aBHCHMOCTH
OT COOTHOLIEHHST KOS((HLHEHTOB paclipejieieHtsl) H3BJEKaeTcss B Op-
raHHYecKHH pacTBOpHTe b, 00pa3ys KOMIJIEKC ¢ H3ObLITKOM peareHra,
OcTaBLIerocs 1nocJe H3BjaedeHus snementa A. BuiGop Takoro siiemenra B
yacTo ObIBA€T 3aTPyJAHHTEbHbIM, TaK KaK 3TOT 3JEMEHT JOJIKEH YA0B-
JIETBOPATb HE TOJbKO CHOPMYJIHPOBAHHLIM BBILE «3IKCTPAKIHOHHBIMY
Tpe6OBaHHAM, HO H HE CO3JaBaTh NMOMeX JaJbHELieMYy OMpefeseHHIo
sseMenta A. B ciyuae SKCTPaKIHOHHOTO ONpeJiesieHHsl 0JI0Ba H MocJie-
JIYIOLLETO €r0 KOMNJIEKCOHOMeTPHYECKOT0 ONpe/ieIeHHs YCNemHOo Henob-
3YIOT B KAaYecTBE «IPOMEXYTOYHOTO 3jeMeHTa» UMHK [163].

H3yyeno skcipakuHoHHOe noBejleHHe GOJIBLIOTO YKC/I4 3JEMEHTOB
NPH H3BJIEYEHHH HX H3 XJOPHAHBIX, HOAUAHLIX, POAAHHAHEIX H HUTPAT-
HbLIX pacTBOpPOB JAHaHTHNHpUaMeranoM [159]. dxerpakums Sn(11)
xJaopodopMoM B BHle TPOHHOTO KoMnniekca B cucreme Sn(Il) — SCN-——
OopraHHyeckoe ccHoBaHHe HccseaoBana B [38]. B kauectBe opranuue-
CKHX OCHOBaHHMH MCMOJIB3YIOT He TOJBKO AHAHTHNHPHJMETAH, HO U MH-
PHAMH, XHHOJIHH, aHTHIHPHH, MHPAMHIOH.

IKCTpaKUHA NMPOYHMH SKcTpareHTamu. Jlis oTlesienHs ojoBa npej-
JIO2KEHO 6OJIbIIIOE YHCJIO Pa3HYHBIX SKCTPAKUHOHHBIX CHCTEM, HCHOJb: '
30BaHHe KOTOPBIX /0 HACTOSILIEr0 BPEMEHH M0 PasjHYHLIM npuanaM
ele He TMOJYYHJIO IIHPOKOTrO pacnpocTpaHeHHS. ;

IToapo6Ho H3yyeHa 3KCTPAKIIHSl H30AMHJIOBBIM CITHPTOM KOMILJIEKCOB
Sn(IT) u Sn(IV) 1 APyrHX METANIOB C MOPUHOM B 3aBUCHMOCTH OT KHC-
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JoTHOCTH pactBopa[66]. Ha puc. 24 nokasano sansiine pH Ha skcerpak-
unio komnziekcos Sn(11), Sn(1V) u Pb ¢ MmopunoM usoamusioBeim cnmp-
TOM. IKcTpakuus Komnaekcos Sn(IV) u Pb ¢ Mopunom, T0-BHAHMOMY,
MOKeT OKa3aTbest (peKTHBHON /11 NPOBEJEHHS IKCTPAKUHOHHBIX pas3-
JeJIeHH MHOTHX 3/eMeHTOB. B yacrnocrs, npu pH 2 moxuO oxuuarb
oraeaenns Sn(II) or Pb, Be, Al, P33, Cu(I1), Zn, Cd, Cr(I1I), Mn(I1),
Co u Ni. MurencuBras okpacka komnaekca Sn(IV) ¢ mopunom B opra-
HHYECKOil (ase no3BoOJISIET MPOBOAHTH IKCTPAKUHOHHO-(POTOMETPHYC-
CKOe OmnpejiesieHHe 0JI0BA.

o,
=
S

1

Ixemparyus , %
£
T

b
>
T

1 o TS J o)

Puc. 24. Bausmine pH na sxerpaxumio komnaekcos  Sn(11) (1), Sn(IV) (2) u Pb (3)
H30aMHJ/IOBBIM CIIHPTOM B IIPHCYTCTBHH MOPHHA (COOTHOLIEHHE OGLEMOB BOAHOI H Opra-
HH4eckoil a3 2:1)

Coenunenue osoBa(IV) ¢ keepyemunosm 3KCTParHpyioT MeTHIH3O-
GythakeroHom [579], cmecbio stunauerara ¢ CCl, (4 : 1) [1052], cme-
Cbl0 H30aMHJI0BOrO cnupra M apupa (1 :1) [397], Gensonom — us
auerarHoro pacrBopa npu pH 4,8—5,5 [1336].

Komnuieke Sn(1V) ¢ 2arseuromn skerparupyercst OpranuyecKuMH pac-
TBOPHTEJISIMH, YTO HAaXOAHT NPUMEHEHHe NPH IKCTPAKUHOHHO-POTOMET-
pHUecKOM omnpejesieHHH osoBa [382, 1169 ].

IKeTpakuHio Kommaekca Sn(IV) ¢ awmoearauonom npopopsit #-0y-
TaHOJIOM H3 a30THOKHcJOro pactBopa npu pH 1. Memaior skcerpakuuu
STH/IEHHaMHHTeTPayKCyCHasl M IlaBeJeBass KHCJOTHI, HOHBI (ropa u
B MeHbLUEH CTeNeHH BUHHAA H JHMOHHAs KHeaoTh. He memaer THomoue-
BHHA, C NOMOWIBIO KoTopoit Mackupytor Cu, Bi u Pb [347].

xerpakunst Sn(IV) U3 CONSHOKHC/IBIX PACTBOPOB PACTBOPOM X.0-
puda mempagerurapconus B XJOPoPopMe XapaKTepH3yercs HaJlHuHeM
MaKCHMYMa Ha KPHBOH 3aBHCHMOCTH KO3(XpHLIHEHTa pacnpeieseHusi ot
konuentpauun HCl B Bopuoit dase [1460]. Do cesizano, BeposaTHo, ¢
TeM (paKTOM, YTO JaHHBIH SKCTPATEHT He H3BJIEKAeT KATHOHHLIX KOMIIeK-
COB METa/JIOB, 8 aHHOHHbIE KOMILIEKChl KCTPAarHpyIOTCs TEM Jerye,
YeM MeHblle HX OTPHUATENbHBIH 3apsijl. DKCTPAreHT NPAKTHYECKH He
H3BJIEKAeT LIEJIOUHBIE H IIIEJI0YHO3EMEeJIbHBIE METAJLIbl, PEIKO3EMEbHbIe
saementn, Sc, Y, Ti, Cr(I1I), Mn(II), Co, Ni, P, S u Th. Hau6ozee
.nelgxo skcrparupytores - Hg, TI(III), Ga, Fe(II1I), Au, Re, Os, Tc
H Pa.
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OrMeueno ofpasopainie SKCTPArHPYIOIHXCS KOMILIEKCOB 0J0Ba C
NUPOKAMEXUHOBLIM (PUOACMOBLIM W HOHAMH TeTPadeHHIAPCOHHSA TIpH
pH 4,6 [728]. B stux ycnosusx nssaekaiorcs Takxke Fe(ITT), Mo(VI),
W(VI), Nb, Ta, V(IV) u V(V), Ti, Bi, Sb(I1I), Th, Zr u Ga. Hactnuno
skerparupytorest Cr(I11), In n TI(ITI).

JIByXBaJIeHTHOE 0JIOBO skerparupyior npu pH 4,3 moayoa-3,4-dumuo-
A0M B TIPHCYTCTBHHM MOAMJA TeTparekcunammonus [964a). B xauecrse
pacTeopuTeas Henoabayior xjaopodopm. Ilpu stom oGpasyercss OKpa-
mennoe coefnnenne. OKpalleHHbIe COEJMHEHHsI B TeX JKe YCJOBHAX 06-
pasyior Bi, Co, Cu(Il), Mo(VI), Pd, W(VI), Fe(IlI), V(V) u Ni;
sKcTparupyiores, He okpammsas skerpakr In, Cd, Hg(Il), Zn u Zr.
Akerpakius U(VI) nporekaer MesienHO ¢ 06pasoBaHieM OKpPaIIeHHOro
skctpakra. He skerparupyiorest Cr(I11), Ru(I11) u La. ITpu pH 4,5
TONYOJI-3,4-IUTHOT B NPHCYTCTBHH (PEHAHTPONHHA TaKiKe obpaayet
sKeTparnpyemoe XJopogopmom okpaiuensoe coeaunenne ¢ Sn(ll).
OKpaleHHEE KOMIJIEKCh B 3KcTpakTe oGpasyior takxke Ni, Pb, Cd,
TI(I11), U(VI), Co, Mo(VI]), In, Ga, Bi u Fe(III).

AKCTPAKIMIO MeTHJH306yTHIKeTOHOM Kommiekcos osoa(ll) ¢
Ousmuadumuokapbamunamom W OuMuoiom HCTIOJb3YIOT IJIsi BbileJe-
HHs OJIOBA TIPH €ro ONpeJiesIeHHH B CBHHIOBHIX CIJIaBaX aTOMHO-a6cop6-
LHOHHBLIM MeTojioM [724]. JluTHONAT 0JI0BA MPAKTHYECKH HE SKCTparH-
oyercsi nerposieiHbIM s¢pupom [658].

YeTplpexBaJenTHOe 0JI0BO 3KCTPAarHpyloT HHTPOGEH30JIOM B BHJe
HOHHOTO acconuara: KaTuoH — xenar mpuc-(1,10-peHanTponuH) c
Fe(11) u annon—mpuc-(oxcanar) Sn(I1V)[Fe (Phen),]2+ - [Sn (C,04) 412~
[591]. Axerpakumio nposoasit npu pH 0,8—1,8 B npucyTeTBHH 6OMb-
Woro M36GHITKA I1aBe/1eBOH KHCJIOTHI.

Honunlit accouuar komniekcuoro katnona Sn(IV) ¢ 8-oxcuxunoau-
HOM W aHHOHA — METHJIOBOTO OPAaHIKEBOTO 3KCTparupyior 2,1-auxmop-
sranoMm [465]. Dkerpakunsi Sn(IV) B BHjle HOHHBIX aCCOIMATOB COCTaBa
A,[Sn(JIHIT),], rae JTHIT — 3,5-AHHHTPONHPOKATeXHH, A — KaTHOH
OpTaHHUECKOTO OCHOBaHHs (GPHITHAHTOBLIH 3e/eHbll, MeTHJIOBbIH (HO-
JIETOBHIH, HHJIbCK M1 roay6oii A, MeTHIeHOBHIi rosTy6oii, OCHOBHO# ToJay-
6oit, MasaxHTOBBI 3esenniil, ¢enocadpannu, pogamun B, ponamun 6K)
nayyesa B [3941].

Saementsl Ag, Ru, Pd, Hg moryr Guitb otaenenst ot Sn(IV) skerpak-
unell anuaurom M3 cpeisl aueratHoro Gygeproro pactsopa ¢ pH 5,4.
1[3 53gl]«|x YCJIOBHSX KO3G(HLHEHT pacnpeiesenns onosa pasex 2-1077

755].

Ias skerpakunu Sn(II) nenoas3yior o6pasoBaHiHe HOHHOTO acco-
nupara [SnClg]™ ¢ KaTHOHOM Kpucmaaru4eckozo (uoaemogozo B cOJfA-
HOKHCJI0#1 cpente (Makcumaabuce nssaevente w3 0,3M HCI) [870]. B ka-
YecTBe OPraHHYeCKOro PacTBOPHTENsS] HCOJb3YIOT 4-TentaHoH. Yers-
pexBasieHTHOe 0J10B0 Boceranaeansator 10 Sn(IT) nocpencrsom Ti(ITI)
B npucytctBHH Kyndepona. He wmemaior cysnbdar- ¥ HHTPaT-HOHHI.
Mpu kouuenrpawnn 0,06M HCI, nounuoii cuie pactBopa, paBHOH 2, u
KOHIIEHTpauuH KpHcTasauyeckoro ¢uonerosoro 107* M Genson us-
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Baekaer 42% Sn(II) [648, 649]. ®akTop 3KCTpaKiHK pearenta KpHc-
TATHYECKOro (HOJEeTOBOrO B BHE XJopujaa npu stom pasen 0,1 %.

" JIByXBaJienTHOE OJI0BO B BHJe HOHHBIX accouuaroB [SnCl,]~ ¢ ka-
THOHaMH TPH(EHHJIMETAHOBbIX KpacHTesell npH KoHuentpauuu 0,06M
HCI B Boanoii ase, HomnHOM cuaie 2 M KOHUEHTpaLMK KpacuTeas 10~3M
yacTHuHO (Ha 22—60 %) skcrparupyercs Gensonom [648, 649].

YerwipexBanenTHOe 0JI0BO H3BJEKAIOT C MOMOUIbIO podamuna B u3
2N HCI stunaneratom [1089]. dkerpakuns Sn(11) u Sn(1V) ¢ 6ymua-
podamunom C B NPUCYTCTBHH Kyn(epona H3 CEPHOKHCJLIX PACTBOPOB,
ne cotepxamux Ti(ITI), nponcxopur ogunakoso [627]. [las skcrpak-
une Sn(IV) ucnonwayior anausapuuoBwii cunuit [990]. Hssieuenne
NPOBOJAT M3 COJITHOKHCJIONO PacTBOPa CMeChbi0 PaBHLIX OGBEMOB IHK-
JIOT@KCAHOHA M 3THJIAleTaTa.

OnoBo sxcrparupyercss wactuuno' (<<75%) 0,1M pacrsopoM aite-
THialnerona B Gensose npu pH 3—9 u 0,1M pacrsopom Gensounaiie-
ToHa B Gensosie npu pH 3—7 (<70%) [1405a].

2-Tewouampugpmopayemon ussnexaer Sn(IV) nosHocTbio npu KOH-
ueHTpaunu pearenrta 0,5M B MeTHAH306YTHIKETOHE W COAEpPKAHIH B
BojtHO# dase =0,5M HCI. [lns peskcrpakuun Sn(1V) npumensior 1M
BHHHYIO Kucaory; Fe n U npu stom octatores B BoaHO# (ase. ot Me-
TOJ OblJl HCTOJTB30BAH IS BBIAENEHHS PAJHOAKTHBHOTO 0J10BA M3 MPO-
AYKTOB JieNleHHsl (A1 MACKHPOBaHMS IMPKOHHS TpHMeHsioT ~0,6M
H,S0,) [1407a] u npu onpenesenuu 0J0Ba B rOpHHIX MOPOJAX HEMHT-
POHHO-aKTHBAIlMOHHBIM MeTooMm [1349].

'B-Mepranmoxunoaur (Thookcuu) o6pasyer ¢ Sn(I1) komnaeke, xo-
POLIO PacTBOPAIONIHICA B OpPraHHYeCKHX pacTBOpHTesiX. AHasoruy-
1o seayt ce6s Cu(lI), Zn, Hg(I), TI(I), Pb, As(ITI) u As(V), Sh(II1),
Bi,V(V), Mo(V1), Mn(11), Fe(111), Co, Ni u Pd(I11). Menee pacTBopMbI
xenatsl Au, Cd u W(VI); komnaexcs Ag u Hg(I11) pacrsopsiorcst To.1b-
‘KO B NHPHAHHE W XHHoJuHe [50, 297].

TNoBbimense cnelUHYHOCTH SKCTPAKIHH THOOKCHHATOB METa/JIOB
MOKeT ObITb JIOCTHTHYTO NPH MNPHMEHEHHH CJEAYIOMHX MACKHPYIOUIUX
-BeiiecTs: Konuentpupoannoit HCl (za1s MackupoBanus Sn, a takike
Fe, Mo, Hg, Ag, Sb, Bi u Cd), THomoueBunsl (117 MackupoBanus Cu,
Ag, Au, Pt, Hg, Ru u Os), dropucroro narpus (11 MackupoBanusi Fe
i Sn) u uHaHKCcTOro KaJus (1s mackuposanns Fe, Ag, Au, Pt, Ru,
Os, Ir, Pd, Ni u Co) [50].

Hu-#-6ymusmuogpocgpoprasn Kucaroma, pacrsopennas 8 CCl,, xopo-
wo akerparupyer Sn(Il) u3 cossino- u cepHoKucaABIX pactBopos [115,
965, 9671. 0,22M pactBop pearenra B CCl, u3 0,01N HCl nzpiekaer
.~99% Sn (kucaotHocTb 50 %-HOM SKCTPAKIHH U3 CEPHOKHCIBIX PAaCcTBO-
.poB pasua 0,5N) [967]. Ornenenne Sn or Ag u Cu ¢ Mcnoab3oBanuem
3KCTPaKUHH JH-H-6yTHATHOGOCHOPHON KHC/IOTOM JOCTHraeTcsi Ha cra-
MK - peskerpakiuu. Jlas stoft nesan ucnoassyior 1M HCI. Onoso
nepexoaut B BOAHYIO dasy (a Takxke Zn, Cd, In, Fe u Ca), Ag u Cu
octajorcss B opranuyeckoM cnoe [115].% F

Ewe Gosee sdxpextusupiMu 3KCTparentamu no oromenmio k Sn(11)
ABASIOTCS dubymurdumuopocgopras™ dusmurdumuogocopran Kuc-
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2omee, Vi 0,1IN HCI, cojepikaueit narpheByio cob AMSTHIHTHO(OC-
(oproit kueaorel (1 me/ma pacTBopa), YeThIpeXXJOPHCTbIiT YIVIEPO/L KO-
Anuectenno ussaekaer Sn(I1) [86, 732]. Ilo nanubiv [966] 99,9 %
Sn(11) ussaexaior 0,207M pacTBOpPoM AHGYTHIAHTHOGOCHOPHOH KHC-
sorel B CCl 4 u3 0,1N HCI nu HySO . llenounsie, mieJ0uHO3eMe/bHbIE
u peakosemenbhbie snementhl, Al, Cr(Lk), Ir(ITI), Pt(IV), Ru(lV),
V(V), Mn u Fe(II) ne skcTparupyiorcs. '

M3ayueno TaKKe SKCTPAKIMOHHOE TOBEJIeHHE 0JI0Ba C HMCIOJb30Ba-
HHeM dugenuaxapbasona [681al, 1-(2-nupuduraso)-2-wagmoaa [7951,
ceaenoxcuna [13591, penurdumuoyrcycroi kucaomor 1191, usookmuaio-
8020 PUPa MUOLAUKONCB0L KUCAOMbL [909a ], HeKOTOPBIX TPOHHBIX KOMII-
JiekcoB [460, 964a | n qpyrux pearentos 187, 377, 549, 914, 952, 1196 ].

XPOMATOTPA®HUYECKHE METO/1bl

Honoo6MenHan xpomaTtorpadus
Henosb3oBaHHe KATHOHHTOB

M3-3a CKJOHHOCTH 0J10Ba K THAPOJIH3Y HEOOXOJMMO HCIOJb30BaTh
JVIfi ero HOHOOGMEHHOIO OTJEJEHHsl CHJIbHOKHC/bIE pPacTBOPbl HJIH
PacTBOpHI, COJEPIKAUIHE JOCTATOYHO S(peKTHBHbIE KOMILIEKCo00paso-
Batesn [596]. Becosoit kospduuuent pacnpenenenus Sn(IV) — Dy
(OTHOWIEHHE KOJMYECTBA OJIOBa, MOIVIOWEHHOro 1 2 cyXoro HOHHTA, K
ero cojiep:Kanuio B 1 ma pacTBopa) AJisi KaTHOHHTA nayskc-50X8 npu
paanuunoi konuentpauun HCl pasen 10* pas 0,1N HCI; 45 puas 0,2N
HCI; 6 mas 0,5N HCl; 2 aaist 0,1N HCI; 1 past 2,0N HCIl. Hexorophie
JaHHble O TIONJIOUEHHH 0JI0Ba KATHOHHTAMH NpPHBEJEHbI B paGorax - [506,
1007 ). Okcanatusie KoMnaekcs: Sn(IV) He ajicopOupyIOTCsl CMOJIOH Aay-
skc-50 B NH -dopme [13911], 5%-Hbiit pacTBop OKca/slaTa aMMOHHSA Bbl-
mpiBaer Sn(1V) M3 KOJIOHKH, 3aNOJHEHHOH KaTHOHHTOM nepMyTHT Q
[1080a). Kostbduuuent pacnpesenenus Sn(IV) Mexcay KaTHOHHTOM
6nopan AG-50X8 u xkuAKO#H (hasoit yMEHbLIAETCH Ha HECKOJIBKO MTOPAAKOB
C yBeJMYeHHeM COJEpIKaHHs JMMETHJCY/b(OKCcHAa H HCI B xuaKoi
dasze [718]. s

3nauenusi KO3GhHIHEHTOB pacnpe/iesenHs As 65 3/1eMeHTOB, BKJIIO-
yasi Sn(IV), wmexay KaTHOHHTOM jayskc-1X8 (100—200  mew)
u 4—17,4M pacreopamu CH,COOH npn 25° C cm. [14561].

Jlnsi BugeJeHHA onoBa npu ero onpenenennn B HyO, Henonbayior
KATHOHHT 1€0-Kap6-225. KucnotHoctb — pacTBopa  YCTaHABJHBAOT
~0,03M H,SO,. Ioraomennoe onoso smonpyor 5M HCI [1306].
Jl15 Onpejie/ieHHs 0/0Ba W HEKOTOPBIX APYTHX S/EMEHTOB B caxapax
PeKOMEHAYIOT MPOBOJHTH NpeJBapHTe/IbHOE KOHUEHTPHPOBaHHE C I10-
MOILbIO KATHOHOOGMEHHBAIOIIHX MOJHCTHPOIbHBIX CYJ/IbHOCMON [1344].
Oca1aioT 0J10B0 Ha KatHonuTe B H-dopme, a 3aTeM BhIIJIAIOT €10 MPH
NPOMBIBKE KOJIOHKH B 06paTHOM HanpasjieHHH [1087]. Pasgensitor Sn,
Sb u U na ¢ocdate UMPKOHHSA, HaXOAsUIEMCS B KOJIOHK®, C HCNOAB30-
panueM B KayecTBe nojpxHoil dassi 1M HCl [1158].
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KartuonooOmennoe otaenenne

Ta6arma 12

01084
-|[TochegoBaTeILHOCTE s
e et ey | Mposaman | ae
H 3JII0EHT
Mn, Fe, Co, Uepoant-225, | Sn—0,5N HCl; Ca | Paszenenne Gunap-| [763]
Ni, Cu, Zn, H-topma, smoupyior 4N HCl,| nnix cmeceii ¢ Sn;
Mg, Ca 0,2N HC1 OCTAJbHbIE MEeTajl- | TPONOJKHTE b-
abl — 2N HCI HOCTb pasjleNenus
2—3 vaca
Ag, Ba, Be, Jlayskc- Sn—0,1M HF CoBwmecTHO 3.110H- [909]
Bi, Ca, Co, 50WX8 pylores Al, Cd,
Cr(I11), Cu, Mo(VI), Nb, Se,
Fe(Il) u p Ta, Ti, U(VD),
Fe(I1I), Ga, i W(VD), Zr; As(I11)
Hg(1l), In, H Sb(I11) otnens-
La, Mg, 10TCSl YACTHYHO
Mn(II), Ni,
Pb, Sr, Th,
V(IV), Y, Zn
Ag, Be, Bi, Jayskc- Sn—IM HF CoBMeCTHO KoOJH- [909]
£a, Cp; 50WX8 YECTBEHHO 3JII0H-
Cr(111), Cu, pyiotcs Al,
Fe(Il), In, As(IID), Ba, Cd,
La, Mg, Ni, Fe(I1I), Ga, Hg(II)
Pb, Th, Y Mn(II), Mo(VI),
Nb, Sb(III), Sc,
Sr, Ta, Ti, U(VD),
W(VI), Zn, Zr,
VO3
Cu, Fe, Zn, K¥-2, H-dop- | Sn ne copGupyerca| Ilpn stux yeaoen- [463]
Co, In, Ag, ma, IN HNO4} X He copGHpYIOT-
Cd, Hg, Ga —+IN HF cq Takxe As, Sb,
Re
Cu, Fe, Zn, K¥Y-2, H-pop- | Sn ne cop6upyercs i [224]
Ni, Co, Ag, ma, 0,1N HF
Cd an'In -
Cr(I11),
Mn(1I), ue-
JIOYHLIE, 11e-
JIOYHO3EME1b-
HBIE 3J1eMEH-
ol H P33
In Hayake-50X4, | Sn(IV) ne cop6u- | Ilocne otaenenus [1216]
H-tdopma; . pyetcsa 0JI0Ba HHIHH y]a-
12M HBr, 60°C JAIOT H3 CMOJIB
2M HBr
Sb(V), Zr, Jaysxke-50, Ru, Sb — Boja; Zr u Nb usBjexka- [1182]
Nb, Ru H-(popma; Sn(1V), Te(IV), 10T H3 KOJIOHKH
- 0,1—0,2N Cd—0,1—1N HCI | 0,5—5%-uBIM
' HCI+Br, pacrBopom H,C,0,
Sh(V)  KV¥-2 wuu JIa- | Sn(IV) ue cop6u- o [453,
; y3Ke-50, pyercs ; 1085]
H-dopma; '

konu. HCI




Tadawma

12 (oxoHuaHe)

OTaeneMble KatnouuT H yc- |[loc/ieaoBaTe/IbHOCTD JluTtepa-
3JIEMEHTHI JOBHS TorJjaone- 3JIONPOBAHHA anME‘IBHHH. TYpa
HHBA " H,EDJ'I.IOBHT i
Sb(I11) Awmbepaut Sb(ITH=— Bunnas | Sn(1I) sanepxupa- [241a]
IR-120 kucaota, pH 1 eTc HOHHTOM
Mn(IT) Jayskc- Mn(I1)—2N HCI, P [653a]
50W X8, Sn—8M HCI
H-topma
Ciu, Co, Ga, KY-2X15, Sn, Sh, As, W, — [221]
In, Zn; Fe, H-dopma, Mo, Ta, P—0,5N
Cd, Mn, Ni, IN HNO3+ HF (uau 0,1N HF);
Cr, Ag, P33, | +0,IN HF Cu, Co, Ga, In,
Ca, Sr, Ba, Zn, Fe, Cd, Mn,
Na, K, Rb, Ni, Cr, Ag, P33,
Cs Ca, Sr, Ba, Na, K,
Rb, Cs—4N HCI

KaTHOHWTB HALLIH TPHMEHEHHe IS OTJEJeHHs OJI0Ba OT MHOIHX
saementon: Cu, Fe(I111), Co, Zn [224, 463,.7631; In-[224, 463, 12161
Ni (224, 763]; Ag, Cd, Ga (224, 463); Cr(I111), meg04HbIX, LIEJOYHO-
3eMebHBIX M pelikoseMebHbX MeranaoB [224];. Sb o [224, 1158];
Zr, Nb, Ru[1182]; Mg, Ca [763]; Hg [463]; Mn [224, 763] u U [1158]
(cMm. Taba. 12).

Hcenonb3osanue aHHOHHTOB

AnHOHOOOMEHHBIE METOBl OKasajuch BecbMa 3((GeKTHBHBIMH TPH
OTJIEJIEHHH 0JI0BA OT MHOTHX 3JIEMEHTOB, MELIAIOLIHX €ro Onpe/esieHHIo
[484]. HauGosbiee pacnpocTpaHeHHe NPH 3TOM MOJYYHJIH XJIOPHI-
Hble PAacTBOPbI. 3aBHCHMOCTb KO3(QHIHEHTa pacnpeleNeHHs] Sn(I1)
1 Sn(I1V) or kouuenrpanun HCl B pacTBOpe V151 HEKOTOPBIX THIIOB aHHO-
HuTOB mpHBenena B [483, 506, 552, 1086].

Anuonco6mennoe pasguenenne Sn, Cr, Co, Zn, Cd u Sb ¢ nomouikio
nouura ambepaut CG-400X8 ccyuiecT/slOT NyTeM MOIVIOMWEHHS YKa-
3aHHBIX METAJJIOB H3 pacteopa, coxepxkautero 8M HCI, ¢ nocaenyiomnm
saonpoBanuem xpoma—8M HCI, ko6anbra—3M{HCI; onoBa (coBmect-
HO ¢ sesne3oM) — pactBopoM, coxepxkamum 4M HCI+-2M HF; unek
W kaamuii aaonpyior nocaenosatesbro 3M pactsopoM [(NH 4),C,04 +
+ H,C,04], pH 4; cyppmy — 0,1M HCIO, [719].

Xopomo copéupyercst Sn(11) na annonute AB-17 naxe B npHcyTCT-
i pasGasaennoii HCl. Annonur AH-24 copGupyer 00BO B 3HaYH-
TenbHo MeHbiueil crenenn [285]. Mayuena copGunHOHHAsi aKTHBHOCTb
coenunennit Sn(11) u Sn(I1V) ua pacreopos 1—10N HCI no otHomweHHio
k annonutam AB-17, AB-18,  AH-25 u AH-31 [588]. MakcumaJ/bHoe
pasquume B COPGHPYEMOCTH OJI0OBA H JPYIHX 3JEMEHTOB HalJioaeTcs
aas anuonnta AB-17 B 2N HCI. B atux ycsioBHsX 0JI0BO NPOYHO y€p-
JuBaerca anuonuToM. [Tonnas quHaMuuecKkas oOMeHHAsA eMKOCTh aHHO-
uuta AB-17 no [SnCl,)™* pasua 3,8 me-sxs/e.
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M3 2N HCI copGupyiotes ¢1a6o 1 J1erKo smoupyiores Sb(V), Cu, Pb,
Fe(IT1) u W(IV) (B npucytcTBiu BUHHON KHC/10TH), Ge, V(V), Nb(V),
Ta, Ga u Co. Auuonnt AB-17 u3 2N HCI ne cop6upyer KpeMHeBYI0, (ro-
PHCTOBOZOPOAHYIO M docopHylo KueaoTel, a takxke As(I11), As(V),
Ni, Zr, Mn(IT) u Cr(I11). B ycioBusix copbuun Sn(1V) anuonur AB-17
npouHo ynepxkusaer Bi(IIl), Zn, Cd u Hg(II).

_ M necop6unu onoBa u3 pacrsopos HCI, H,SO, 1 HCIO, nau6o-
J1e€ MoLXoAsHM oKasasncs pactsop H,SO, (1 : 6). B stom ciyyae 115
KOJIHYECTBEHHOTO H3BJIEYEHHST 0J10Ba TpeGyeTcs MHHHMAJBHBIA 06beM
s/moenta. Amoent H,SO, (1 : 6) onHOBpeMeHHO ¢ 0JIOBOM. BBIMbIBAET
Bi, Zn, Cd u Hg(11). B ykasanusix YCJIOBHAX MPOUCXOAHT KOJHYECTBEH-
Hoe orjenenne 0,5 me Sn(IV) or 100 me Sh(V), As(V), Cu(Il) ¥ W
(B npucyTeTBHH 3 %-HOH BHHHOMN KHeaoThl); 2 me Ge, 20 m2 Pb, 1 &
Fe(I11), 750 m2 SiO, u 300 mz F. MeTox nossonsieT oTiessith 01080
OT COMYTCTBYIOULHX 3/IEMEHTOB NIPH aHANH3€ MHHEPAJIBHOTO chipbs [588 ).

YenoBHs cOpOUHH 0N10Ba H3 COJISTHOKHC/BIX PacTBOPOB aHHOHHTOM
3M13-10IT npusenens B [501].

W3 ceprokucabix pactsopo Sn( IT) copbupyior Kak KaTHOHO-,
TAK H AaHHOHOOOMEHHBIMH CMOJIAMH, ECJIH KoHuentpauua H,SO, ue
npesriwiaer IN. TTpu Gonee BHICOKOH KOHIEHTpaimHy CePHOH KHCJIOTHI
a1COPOILHS HMeeT MECTO TOJILKO Ha KATHOHHTAX. TaKoe NoBeleH e Sn(IT)
MOKET GhiTh OGBACHEHO CYIIECTBOBAHHEM B PACTBOPE MPH HH3KON KH-
CJIOTHOCTH KATHOHOB H aHHOHOB B COOTBETCTBHH C peaKlHel

[Sn (OH),]*= -+ 4H £ Sn2+ - 4H,0,
a npu Beicokoit — [Sn(HSO,) 1+ [208].

! v 4 J 4

J 0 5 20 5 0

K/ %
Puec. 25. AumonooGmennoe paspenenme In, Ph, Ge, Sn(IV) u Bi
1 —=0,l M HCl 4+ 1 M HF; C — KOHWUeHTpaLHs MeTa/Ja;
2—-6M HCl+ 1 M HF; V, — o6bem amoara;
3d—2M HCl 4 3 M HF; V., — o6beM KOJIOHKH

K
4— 1M NHCl+ 1 M NH,F.

YerhipexBa/ienTHOE OJI0BO XOPOLIO cOpOHpYeTcsi H3 pasGaBienibix
pacrBopoB HNO, annonntom aayskc-1X8, B npucyrersuu KOHUEHTPH *
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poBannbix pactBopoB HNO, cop6uusi ymenbinaercsi. AHaJIOTHYHO BeXyT
ce6s Mo, Te, Re, Ru, Pd, Os, Ir, Pt, Au, Ge n Hg. B yKasaHHHIX yc-
JOBHSIX COBCEM He COPOHpYIOTCS MM cOpOHpYIoTCA ¢1ab0 lIesouHbe
H IeJouHO3eMesbHbe MeTanns, a Takxke Ag, Cu, Zn, Cd, Ga, In,
Zr, Nb, Cr(I11), Mn, Fe(I1T), Co u Ni [1008].

Kosddpuuuent pacnpenenenns Sn(IV), mexny cmoioi nayske-50
B okcanaTHoii opme u pacrsopom H,C,O, mpu pH 1,4 u 4,2 pasen
5800 u 6700 coorserctBenno [1391]. Tlpu stom Tennyp He ancopGH-
pyetcsi, a Sb(V) umeer Kos(pHIHeHT pacnpefeenus ot 42 (pH 1,4)
no 15 (pH 4,2). Tpn pH 7,4 u 8,8 ne ancopbupyiorcs Sn(IV), Te,
Sh(V).

Jls npenorepauenns ruapoanza Sn(I1) B ¢ase cMOabI NPH 3JIHOH-
POBAHHH PACTBOPAMH MYPAaBbHHO- HJIH YKCYCHOKHC/OTO @MMOHHS 3Ha-
ge}me pH pactBOpa HE IOMKHO TpEBHLIIATL MPEAEJbHOH BeJHUHHBI

,7—4,5.

Xopolune pe3ybTaThl MOTYT GbITb MOJMYYEHbl NPH AHHOHOOGMEHHOM
Bhieiennn osioBa ¢ npumenennem cmeceit HCl + HF. Ha pue. 25 npu-
BeJleHbl peayabTathl paszenenns In, Pb, Ge, Sn(IV) u Bi ¢ ucrnosbso-
panWeM aHWoHuTa jaayske-1 (c 10% auBHHHAGEH30Ja) W XJOPHIHO-
dropuanbix pactsopos [1217].

[Tpensoxkeno GbicTpoe aHHOHOOOGMEHHOE OTAE/eHHE 0J10Ba [1028al,
a Takxke paszenenne Sn or Ge [1033a], Fe u Cd [1182]; Sb, As u Hg
[156, 3291; Pb [336]; W [182] u BhizesieHHe 0/10Ba W3 NOBapeHHO co-
au [488] u apyrux s;aementoB (cm. taba. 13).

Ta6baunuma 13
AHHOHOOOMEHHOE OTHAEJeHHE O0J0Ba

Orgensiembie | AnnoHuT M yeno- | TT0C/€0BATENBHOCTD Jutepa-
3NEMEHTH | BHS NMOTJOUIEH HA 3"“:;3:::““ H [pumeuanns Typa
Co, Cu, In, | Hayske-1, Co, Cu, In, Zn— - [24—26,

Zn F-dopwma, 6M HF; Sn(1V), 454]
6N HF Te, As—17M HF

Te, Sb Jayske-1, Te, Sb—0,1M - [1391]
dopma okca- H,C,0,; Sn—IM .
JlaTHas H,SO, :

As, Sb Jlayske-2, Sn — 0,5N KOH Cyaupuns Sn, As | [1071]
OH-opwma; u Sb pacreopsior k.
pacTBOpP THOCO- B nosucyabduie
Jaef Na :

Sh(IIT), Jlayskc-1X8; | Sh(Ill) — IN Sn 1 Mo BbiMbIBa- [214]

Mo(VI) SCN-thopma, H,SO,; Sn(IV) — | 1woTca nocaefosa-
cepuokncanit | 0,6M NaCl+-0,56M | TteabHo
pactBop NaOH; Mo(VI) —

0,5M NaCl--0,5M
NaOH

Sb, Cu JHayske-1X8, | Sb — IN H,SO,; Tocruraercs Koau-| [215]
SCN-dopma, Sn — 0,5N NaCl-- | uecrsennoe pasje-
3N H,ySO, -+0,5N NaOH; JIeHHe
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Ta6anua

13 (npodoaxcerue)

.| Mocaeponarenvuocts i
0::::::::e ‘:z:oni:;:.;:mﬁﬂ& SMOHPOBAHKA H Mpumevanua ilyx;r:pa
SN0EHT
Sb, Cu Cu — 2N NH (CI+
. -+2N NH,OH
Sb, Pb Aumbepautr . | Sb(V) — 3%-umii | Pb e cop6upyer- | [833,
1RA-400, ma- pacTBOp MaJaoHo- cs 834]
JIOHaTHas Gop- | BON KHCJIOTH,
Ma, MazonoBas | pH 4,8; Sn(IV) —
KucJ0Ta, 9N H,SO,
pH 4,8
Ta, Sb, Au, | AB-17, F-¢pop- | Co, Cu, Cd, Ga, Ta, Sb, Au sanep- [223]
Co, Cu, Cd, | ma, propuinbii /In — 6,0N HF; JKHBAIOTCA CMOJIOH
Ga, In pacTBop Sn, Mo, W, As —
17N HF
Au AB-17X8, Sn u apyrue aze- B [224] anaansn- | [221,
ClO,-popma menth — HF- pyemsiii pactBop, | 22la,
+HNO3;+HCIO, | BBoauMlfi B Ko- 224]
(1:1:1); Au — IN | JoHKy, conepxut
pacteop THomoue- | HF-+HCIO, (1:1)
BHHBI
As, P, W | AB-17, Cl-dop- | As, W, P — 8N —_ [221,
ma; 8N HCIH- | HCI-IN HF, sa- 222]
-+1N HF teM — 4N HCI+
<+ 1N HF; Sn,
Sh(III), Mo, Ta —
0,3N HCI- 1N HF,
3arem — 3,3N
HCIO,
Sb(I1I), Mo, | AB-17, Cl-dop- | Sh(III) — 0,3N B [221a] ana [221a,
Ta Ma HCI+ 1N HF; aJI0HpoBanus Sn | 222]
Mo — 1IN HCI; HCIOJIB3YIOT
Sn — 2N HNO4+ | 2N HNO;+ 1N HF,
~+2N HF; Ta — Ta — 3N HCIO,,

Cr, 8¢, P,
As(V),Cu, In,
Cd, P33, Na,
K, Rb, Gs,

Co, Nb, Ge,
W, Fe, Ga,
Mo, Zn, Au,
Hg, Te(VID),
Sb(V), Pt.
MeTaJlJkl

Ag, As, Cu,
Fe, Ga, Zn,
Cd, Au

Hayske-1X8,

Cl-popma,
12M HCI

AB-17, Cl-gop-
ma, 8N HCI

0,5N BuHHas Kuc-
Jaota-+2N NH NO,

Cr, Sc, P, As(V),
Cu, In, Cd, P33,
Na, K, Rb, Cs,
Mn, Ag, Ca, Sr,
Ba — 12M HCI;
Zr, HE, As(11I) —
9M HCI--0,025M
HF; Co, Nb, Ge,
W, As(III) — 5M
HCI+4-0,5M HF;
Fe, Ga, Mo — IM
HCI; Sn, Sbh(IIT) —
2M HCI+-3M HF;
Zn — 0,01M HCI,
Ag, As — 8N
HCI; Cu — 8N
HCI; 3zatem 4N

OJHAKO NMPH 3TOM
~30% Ta ocraer-
¢ B cMoJe

Au, Hg, Te, Sb(V),
Pt-metaannt ocra-
10TCS B KOJIOHKE

Meron Henoab3ay-
10T PH pajiHoaK-
THBAaLHOHHOM OI1-

[1034]

[452,
453]
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Tabanuwua 13 (npodorxenue)
Otaeanempie | Anwonnut u yeno- | flocaeosareanrocts Jlutepa-
3NCMEHTHI BHA NOrAOUIEHHA 3“”;?8:3{:"" H [Tpumeuanua Typa
Ag, As, Cu, %l; Fe, Ga — 2N | penenenuu npume-
Fe. Ga, Zn. I; Zn — 0,25N | ceii B a1lOMHHHH
Cd, Au HCI; Cd — H,0;
Sn —0,IM
HyCyO 4+ IN
NH (NOg; Au —
IM THOMOYeBHHA
Ni, Al, Mn | Jdayskc-1X8, Ni, Al, Mn — [pu anaanse veaunx| [216]
SCN-topwma, 0,5N H,oS0,, CMJIaBOB BMECTE C
3N H,S0, Sn, Zn — 0,56M Sn u Zn B pactsop
NaCl-}-0,05M nonajaaeT HeMHoro
NaOH Cu
Sc, Fe, Ga, | Hdayskc-1X8 Sc — 6N HCI; — [1001]
Zn Fe, Ga — 2N HCI,
Sn — 2N HCI+
~+3N HF; Zn —
0,005N HCI
As, Te Haysxke-1; As — 11N HCI; — [24—26,
Cl-copma, Te — 0,1M 454]
6,5N HCI H,C,04; Sn —
0,2M H,C,0,}-
-+2M NH,NO4
Bi, Sb, Ti, | Bogarur L-150,| Ti, Fe, Cu, Al, Bi u Sb e BbiMbI- [1511]
Fe, Cu, Al, | Cl-¢popwma, As, Mn, Ca, Mg — | Bawores 0,3M HCI
As, Mn, Ca, | 2,56M HCI 2,5M HCI; Sn, H OCTAIOTCH B CMO-
Mg Zn — 0,3M HCI1 | ne
Cu, Fe, V, 313-1011, Cu, Fe, V, Ni — | Oraenenue Sn npu [97]
Ni, Pb Cl- nbopma 3N HCI; Sn — aHaJH3e MeTaJlJoB,
3N H 0,5M HCI; Pb — | pya u cnaaeos ¢
0,02M HCI BBICOKHM COJlepiKa-
HHem Pb
Cu, Fe, Cr, | Aumnounr TM, Cu, Fe, Cr, Ni, Orzenensne Sn npu | [306,
Ni, Al, Mn Cl-¢opma, Al, Mn — 3N HCI;| anaau3se xapo- 378, 510,
3N HCI Sn(1V) — 0,5N npounsix cnaasos, | 620]
HCI XpoMa M LHHKO-
BBIX CIl/1aBOB
AB-17, Cl-gop-| Cu, Fe, Cr, Ni, — [510]
ma; 2,6N HCI Al, Mn — 2 5N
HCI; Sn(IV) —
2N H,S0,
Pb I3-10 uan Sn — 4N HCI; — [46]
AH-1, Cl-¢op Pb — 0,002N HCI
ma, 4N HCI
As, Se, Ge, | Hayskc-1 wan | As(V) — 11,2N B orcyrcrere Mo [453a]
Te, Sb, Mo, | AB-17, Cl-¢op- | HCI; Se — 6,6N J/A BHIMBIBAHHS
Re, Tc, Au | ma, konu. HCl | HCI; As(I1I), Ge—| Sb npumensior
3N HCI; Te — 3N |0,3M (N )y 0‘+
HCI-+0,3M "Lo,2M NH,
HyC;0,, satem Pasnesnenne Sn n
0,IM H CyOy; Sb ue Bnonne
Sb(IIl) — 0,3M yetkoe. B koJqonke
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Ortnensiemwie | Ansonut u yeao- | IlocaefloBarebnocth Jlutepa-
3/MeMEHTH | BHA NOrJOuU{EHHS 3““;‘;[3:::“" M Hpumesanns Typa
As, Se, Ge, (NH ),C,0,+0,1M | nocae BuIMBIBaHHS
Te, Sb, Mo, 2Cs0y4; Sn — Sn ocratores Mo,
Re, Te, Au 2M NH NO4+ Re, Te, Au; Sb
+0,2M H,C,0, OT/IeJIIETCH YaCTHY-
HO
Pb, Sb, Cu | AmGepaut Pb — 7,2N HCI; [Tocne nasnevenss | [672]
1RA-400, Cu — 1,56N HCI; | Sbh (nepex 3aionpo-
Cl-opma, Sb — IN HF-+- BaHHeM Sn) Koaoii-
7N HCI -+0,3N HCI; KY RPOMBIBAIOT
Sn — 6N NaOH 7N HCI (aas yna-
/ nenua HF)
Ni, Cu, Pb, | Idayskc-1X8, Ni, Cu, Pb — Orzenenue Sn ot [921]
Fe, Zn Cl-hopma, 3,4M HCI; Fe — KOMIIOHEHTOB J1a-
3,4M HCI 0,5M HCl; Zn — | Tyuu
0,6M H,C,0y;
Sn — IM HNO,
As, Sb, Hg | Hayske-1X8, As — TM HCI; —_ [1061]
o Cl-hopma, Sb — 10%-Hbiit
7M HCI pactBop ackopfu-
HOBOIl KHCJIOTBI B
0,4N HCI nau
10%-ubIit pacTBOp
NH,F B 0,5N
HCI; Sn — 22N
H3PO,; Hg —
kouu. HNO,4
As, W, Mo | AB-17, Cl-pop-| As — IIN HCI; == [223]
ma; 11,0N HCl | W — 8N HCI+
-+ 1IN HF; Mo —
IN HCI; Sn — 2N
HCI+-3N HF uau
IN HCI+3N HF
Cu, Co, Fe, | Anmonnt OAL, | Cu, Co, Fe — IM | Boamoxuo orzene- | [1129]
Cd, Bi * + ~{-Cl-opma, HCI; Sn(IV), Pb, HHe 0T GOJBIINX
- 1M HCI Zn — 0,1M HCI; koanueers Cu, Co,
Cd—H,0; Bi — Fe(I1I)
y 5%-nag HNO,
Pb, Ni, Cu, | AHHoHHT Pb, Ni — 30%-nas| = [1209]
Co, Fe, Mo, | AGI-8, Cl-gop-| HCI; Cu, Co —
Te, Bi, Cd, | ma, 30%-nan 4N HCI; Fe, Mo,
Tl HClI Te — 0,6N HCI;
Sn, Zn — 0,IN
HCI; Bi, Cd —
IN H,S0,; Tl —
5—6%-ublil pac-
tBop SO,, 3aten
, IN H,S0,
Sb, Te, In '| Hayske-1X4, Sb, In — 3N HCI; | Houur npegsapu- | [1342,
nayskc-1X8, Te — IN HCI; TeJabHO MpombiBaot| 1409]
ACI-2 wnu am-| Sn — 1,8—2,0N pacrBopom Br, B
GepJiuT HCIO, rou1l, HCI Bo ua-
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Ta6auua 13 (okonuanue)

Otfensiempie |AHHOHHT H ycao- | [10C/I€A0BaTeABHOCTS Jlurepaty-
371eMEHTH BHS NOIJIOUeHHS 3/11OHPOBaHHSA H TMpumeganus pa
3710eHT

Sb, Te, In IR A-400, Gexkanue BoCCTa-
Cl-topma, HoBaeHnus Sb(V)
3N HCI no Sb(11I). 3arpsas-

HEHHe KaxJAoH

(pakuHH APYTHMHA

3/IEMEHTAMH
=0,03—0,05%

Sb(I1I), Bi, | 3O3-1011, Sn(IV), In, Sb(III), Bi, Pb, [180,
Pb, Tl, Zn, | Cl-dopma, Te(IV) — 2N HCI1 | TI, Zn, Cu(II) 3a- | 500]
Cu(II) BN HCI JlepKHBAIOTCH CMO-
Joii

Sb(I11), 13-1011, As(IIl) — 5N HCI;| Meron ucnonb3y- [179]
As(III) Cl-topma, Sn(IV) — 0,5N 10T NpH onpejiee-

5N HCI HCI; Sb(I1I) — HHH 0J10Ba B GPOH-

5N H,S0, 3e

Mpoune woHOOOMEHHbIE METONB OTAENEHHS 0Ji0BA

B mpucyrersuu 0,2M (NH,),SO, npu pH 6—10 uerepexsasent-
HOE O0JIOBO KOJIHYECTBEHHO cOpOHpyeTcsi M3 pacTBopa CHJHKareseM.
B orcytctBue cyabdara aMMOHHS Jayke H3 PacTBOpa, COJepIKalllero
1 M2 Sn B 100 ma, ancopbupyercs meree 40 % Sn. YBeauueHHne CKOPOCTH
nponyckanusi pacteopa a0 20 ma/mun (1uamerp KosoHKH 10 mm, BEI-
cora 100 mm) npu HcnoansoBanun Na,SO, (0,1—1,0M) Bmecro
(NH,),SO,, npoMuiBanke Kosonku 600 s BOALI HE BIHSIET HA PE3yJb-
TaThl. B 3TOM Ciyuae u3 pacrBopa, comepxxamiero 100 mxe Sn B 2 4,
Ha cHJIHKareJe ajacopbupyerca 94 % Sn. CBHHel MacKHpYIOT KOMILIEK-
conom IIT [138].

H3 snumonnokucaoro pacrsopa ¢ pH 5,5 onoso usbuparesnbHo cop-
Gupyercsi cHiHKareneMm. [IpH 3TOM NPOHCXOIHT OT/eJIeHHe 0J10Ba OT
HeJOYHBIX H IleJoyHO3eMesbHbIX MetaqanoB, Sh(V), Cu, Ag, Cd, Zn,
Hg(11), Fe(I1I), Cr(I11), Mn(II), Ni, Co u Al. 21u 31eMeHTHl HE cOp-
GHPYIOTCS CHJIHKarejeM B YKa3aHHBIX ycioBHaXx [1422]. Hamenenne
KOHIIEHTPAILlMH JHMOHHOH KHea0TH B npexesiax 0,1—0,5 M npu pH 5,5
uau Beefenne (NH,),SO, ve Bnusitor va copbumio Sn(IV). 8 ma cu-
JHKare/as ¢ pasmepom 3epeH 0,06—0,2 mm, HaxoAAUHXCS B KOJOHKE
AnuHOH 8 cum, copGupyior o 10 m2 Sn npH cKopocTH NponycKaHUs aHa-
JIH3HPYEMOTro pactBopa 5 Ma/mur. JlecopOiHio 010Ba OCYIIECTBISIOT
¢ nomombio HCI (1 : 1) uan H,SO, (1 :3).

Jlna BLZesIeHHS 0J10Ba H3 MeTaJlJIHYeCKOH CypbMbI HCIOJIB3YIOT €ro
aacop6uMio Ha CHJIHKareje B KOJIOHKe (momepeyHoe ceuenue 1 cm?
u jauna 30 cm, pasmep 3epeH cuaukarens 0,20—0,38 um) HiH B MHKpO-
KoJsionke (mavna 20 mm w puamerp 3,5 mm, pasmep 3epeH CHJHKaress
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0,05—0,18 ma). JIByXBaN€HTHOE 0JIOBO KOJIHYECTBEHHO aJcopOupyercs
HA CHJHMKare/je B MPHCYTCTBHH JHUMOHHON Kuciorel npu pH 5,0—10,0
WM BUHHOMN Kueaortsl npd pH 7,0—10,0 [1179].

Copbuuio Sn(IV) cuaukarenem M3 JHMOHHOKHCJIONO pacrBopa ¢
pH 5,540, (B npucytcrBuH Kommiekcona [II) uecnonbsyior aaa or-
JIeJIEHHSI 0JIOBA TIPH €ro onpejeneHud B cBHHue U Pb—Sb-ciarax
[1042].

HayueHa BO3MOXKHOCTb HCMOJ/Ib30BAHHSA JBYX THIIOB XEJNATHBIX CMOJI
xeqekc-100 1 nepmytur S-1005, copepKauMX HMHHOAHYKCYCHBIE
TPYNNHPOBKH, A KOHUEHTPHPOBAHHS CJEJOB 3JEMEHTOB H3 MOPCKOM
Bojul. Ilpu srom msBsekaercs 85—90% Sn(IV) [1312].

Jlpyrie meroibl XpoMaTorpadH4eckoroz0TaeneHHs
M ONpejeNeHHs 0J10Ba

OrjieneHure 0J10Ba OT MHOTHX 3JIEMEHTOB, €r0 OTKPBITHE, 110J1yKOJIH-
YeCTBEHHOE H KOJHYECTBEHHOE ONpeje/eHHe MOKeT ObiTh BEIIOJIHEHO C
NOMOILLBI0 Pa3/IHYHBIX BAPHAHTOB XPOMATOrpaguuyecKHX METOJIOB.

Pasnenenne cmeceit Cd — Sn(II), As(III) — Sn(II), As(ITI) —
Sb(I1I) — Sn(II) Moxker GHITH OCYIIECTBJEHO NPH HCNOJb30BAHHH CTEp-
xenbkoB u3 CaSO, [1361].

Ha crepxenek us CaSO, Ha paccTosHHH ~5 cM OT KOHIA HaHocsT 2—3 Kaniu
aHaJH3HPYEMOrO PacTBOpa H ONMYCKAIOT CTePIKeHeK STHM e KOHLOM B CTakaH C Bojoil
(noaxucnennoit HCI) Tak, uTo6b MeCTO HaHeceHHs pacTBOpa HaXoAuJaoch Ha 2,5—3,7 cm
BHIIE YPOBHSA XKHAKOCTH. CTep:KeHeK BEIHHMAIOT H3 PAcTBOPa cpasy e 10 JOCTHKEHHH
¢dpoHTOM BOABI BepXHero ero koxua. Boja, moaHuMalollascs BBEPX 10 CTePKEHBKY,
BbI3EIBAET pasfiefleHHe HOHOB ¢ 06pasoBaHHEM YeTKO OrpaHHYeHHBIX 30H, KOTOpEHIe
NPOSABISIOT, BHAEPKHBAA BJaXKHbIe cTepenbkH B Toke H,S, niu onpeckuBaior xuj-
KHMH DeaKTHBaMH (mocje NpejBapHTe/bHOrO BLICYUIHBaHHA) JUIs KayecTBEHHOIO
oOHApYMKEeHHS  SJIeMEeHTOB.

Insi pasnenenust As(I111), Sb(I11) u Sn(11) ucnoabayior cre6au pxy-

1['031:,1)(] pacTeHuil, JHIIEHHLIE BOJIOKOH NyTeM ClenHalbHOH 06paboTKu
1362

pumenenne ancopbUHOHHOH XpoMaTorpagun Ha AlLLO3, ¢ Hcnoab-
30BaHHeM B KauecTBe nposiButens pactBopa K,CS,, mossoaser paspe-
asts Sn(11), Sn(IV), Bl(III) Hg(11), Pb, Cu(11), Cd, As(I11), As(V),
Sb(IIT) u Sb(V) [1388].

JIuTH30HATH METaJlJIOB, paCTBOPEHHbIeBCCl4 n CHCl,, ancop6u-
PYIOTCSI OKHChIO aJIIOMHHHES B CJIeAYIOLIeH 0CJIel0BATENIbHOCTH (B NOPSL-
Ke y6uiBanusi copbupyemoctu): [Sb(I1I), Sn(II), Ni, Mn]>Cu(II)>
>Cd>Fe(11)>Co, Zn>Hg(I) u Hg(II) [882].

B kauectBe ancopGenta npumensiior 6ymary, o6paGoTannyio THAPO-
okucbio amomunus [69, 902]. Tlo ancopbupyemocrd Ha Gymare KaTuo-
Hbl pacrosaraiorcsi B caepyiomem nopsiake: H+, Sn(IV), Sb(III),
Ti, Bi>Sn(II), As(III)>Fe(III), Cr(III), Hg(II)>U(VI)>Pb>
>V([V), Al>Ag>Cu(II)>.Zn>Cd>Co, Ni, Fe(I1T) >TI(I) >Mn(11).
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Kanuio ananusupyemoro pactsopa mawocsit Ha mostocky Gymard Ha paccTosHim
[—3 cm oT Kpasi, 3aTeM ONYCKAlOT 3TOT KoHell B BOAY H AEPIKAT /0 TeX nop, noxa
pacTBop He noanuMercs na seicory 10 cu. Xpomatorpadudeckne 30HbI, cofiepaliye
371eMEHTBI, OGHAPYKHUBAIOT Cf NOMONIBIO COOTBETCTBYIOUIHX [eATCHTOB.

Pacnpenenurensbnas 'xpomarorpagus ¢ o6pauennsiMi dasamn B
cucteme TpuGyTHadoedar — HCI nossossier pasgensts Sn(11) uSn(1V),
a raxxe Sn(IT), Te(IV) u Sb(V) [3631; Au u Sn[653]. Merox pacnpe-
JeTHTELHOH XpoMaTOrpadHH HCMOMB3VIOT A5 OTACJNEHHS 0J0BA OT
MHOTHX 3/aemenToB [128, 843].

Ocapounas xpomarorpadmus Takxe Hauuia NpHMEHEHHe A5 OTje-
JIEHHS W onpejenenusi onosa [416, 1402].

MHorounc/ieHHbIe BADHAHTHI OTAEJIEHHS O/0BA OT APYLHX 3JEMeH-
TOB BO3MOMHBI NPH HCIOJNB30BAHHH XpomaTorpaduu na Gymare.

Hayueno noeenenwe Sn(I11) npn xpomarorpaduposanun na Gymare
B Pas/HuHBIX ycaoBHsiX. Ha Bennmunmny R; AByXBaJIeHTHOro 0J10Ba
CYUIECTBEHHOE BJIHSHHE OKAa3bIBAET NPHCYTCTBHE B PacTBOPE PadHHO3HI,
MaJbTO3bl, Ta/aKkTo3kl, L-ackop6HHOBOH, 16J104HON, 1IABENEBOH H SH-
TapHOH KHCJOT. B TO 3Ke BpeMsi B MPHCYTCTBHM JIHMOHHON W BHHHON
KHCJIOT R; IBYXBaJeHTHOrO 0/10Ba OCTAaeTcsl MOCTOSHHBIM [342—344 1.
Ha R; nByxBaneHTHOH MeAH M3 NEpeuHC/]EHHBIX KHCJIOT 3HAYHTENBLHO
BIHAET TONbKO L-acKopGHHOBasi KHCJOTA, YTO MO3BOJSIET HCIOAB30-
BaTb 3TH KHMCJOTBI JJs pas]eIEHHsA JABYXBAJEHTHHIX 0JI0BA M MEIH.

CuuibHO® BMsIHHE HA BeNMUMHY R; YeThIPeXBAJEHTHOTO 0J10BA OKa-
3biBaeT HasnHuue Gosbwux KosuuectB Fe(IT1) [401].

BosmoxkHOCTD OT/I€/I€HHS 010BA OT PSiZA 3/1EMEHTOB MEeTOJI0M xpoma-
Torpaguu Ha Gymare BHAHA W3 JaHHLIX Tabua. 14.

Pacreoputen A (cM. rtabn. 14) rorossr pacTBopenueM 5 2 GeH3oHJanerona
B 50 m2 n-GyTuaosoro cmupra. Pacrsop BerpaxuBaior ¢ 50 M2 0,1 N HNO; u
BEPXHHH CJIOH HCMOMB3YIOT s XPoMAaTOrpadHuecKHx pasneneHui.

Pacrsoputens B rotossit BerpaxupanneM 2,4,6-KoqmuunHa c paBHEIM 06beMOM
0,4 N HNOy, ncnonbsyior pepXuuit cuoii.

Pacrsoputens B nosyuaior pacreopenmem 1 2 aHTHNHPHHAa B cMecH 100 ma
uHcroro juokcana -1 ma konu. HNOz+2,8 ma H,O [1268].

Pacteoputens I npeacrasaser co6oii cMech Koull. HCI+-aneron—anernnaneron
(nacuimennwii EOJI0F)) B cooTHomennn 1 : 50 : 150 (o obremy) [766].

Hast Xpomatorpaguyeckoro oriesieHus 0ACEa OT JPYTHX 3/]€MeH-
TOB NPHMEHSIOT passinynble copra Gymarn: Baiman Ne 1 [688, 822,
892, 1207, 1272, 1288, 1290) u No 4 [1284]); Ioeiixep u Iliosp
Ne 2043/A [822] u Ne 2043B [1102]; To#o-pomu Ne 50 [1012]:
Hron-Jlaiikmen Ne 301 u 950 [1365]; Dnepon No 202 [1259]: noHOOG-
MenHas Gymara SB-2 [679, 1366]; annonoc6mennass Gymara Barman
AE-30 w BE-20; xatnonccGmennas Gymara AmGepaut SA-2 [6791;
¢unprposanbnas Gymara [401]. Kpome Toro, HCIOMB3YIOT (UABTPO-
Banbuyio Gymary, NPONKTaHHYI0 Pa3JIHYHBIMH OPTaHHUECKHMH peareH-
Tamu: 8-okcuxunoaHHoM [194], Gpomruapatom WM HOATHAPATOM
‘Tpu-n-okTH1amMuna [1286], Tpu-(H-6yTHA)-, TPH-(H-OKTHI)- W TPH-U30-
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TaG6anua l4
3navennss Rj AN HEKOTOPHIX SJEMEHTOB B Pa3iu4HbIX PACTBOPHTENAX

Rj B pacTopHTene Rj B pactBOpuTENE
SneMenTH SneMeHTH

4 bty B r A B | B r
Ag 0,10 0,781 0,08 | — Cr(III) { 0,03 | 0,0 | 0,01 -
Hg(I) 0,24 00 | 043 | — Fe(II) | 0,95 | 0,0 | 0,10 | —
Pb 0,03 0,0 | 0,15 — Zn 0,05| 0,75 | 0,08 | —
Hg(1D) 0,31 0,0 | 0,42 | — Mn 0,07 | 0,71 | 0,09 —
Bi 0,02 0,0 | 0,63 — Co 0,06 | 0,74 |1 0,056 | —
Cu 0,22 0,76 | 0,24 — Ni 0,03 | 0,76 | 0,05 —
Cd 0,05 0,76 0,18 | — Ga 0,06 1.0,52 ] 0,101 —
As 0,43 0,65| 0,18 0,2 Sr 0,04 | 0,40 | 0,04 —
Sb 0,0 0,38| 0,65 | 0,5 Ba 0,02 | 0,26 | 0,02 —
Sn(II) 0,58 0.0 1 0.7 1,0 Mg 0,06 | 0,65 | 0,04 —
Sn(IV) 0,55 0,0 | 0,58 — K 0,0 0,32 0,03| —
Al 0,03 0,0 1 0,03 — Na 0,06 | 0,42 ]| 0,04 | —

oxrunamuioM [12831, pacTBopoM TPH-H-OKTHIGOCHHHCY/IB(HAA B IHK-
norekcane [8781, pactBopoM ¢eHHIGeH30THIPOKCAMOBOH KHC/IOTH B
cMecH 2-okrtanon -+ stanosn  [9111]; pacrsopom HF [1285] u Bosbdpa-
matom Tutana [1003].

Paspnenenne Sn, As, Sb, Cu, Bi, Cd, Hg u Pb ans ueneii kaue-
CTBEHHOTO aHA/JH3a BHIMOJHSIOT C TMOMOL(bIO JIBYXMepHOH GymaxKHO#
xpomatorpagun [114] ¢ Hcnosb3oBaHHeM B KauecTse pacTBOpHTeJei
cHauana cmecH 82 ma usobyramona +3 ma komu. HCI + 15 ma Bo-
1bl, a 3aTeM cMecH 60 ma nupuuuHa + 40 ma Boubl. s nposiBieHHs
xpoMarorpammsl Henonbsyor H,S u pactsop AgNOg,.

JIByxmepHas xpomMaTorpausi Ha Le/M0JN03HOH Gymare (nponurasu-
HO#i CHIBHOOCHOBHBIM anHoHHTOM ambepant SB-2 B Cl-gopme) nosposisier
noayuath xopomee pasjenenne Cu, Fe, Zn, Sn, Pb u Ni gas nocnenyio-
{Iero KOJHUYECTBEHHOTO OMpeJeNeHHsl 3THX MEeTaJuioB. IJIOHPOBaHHe
nposopsit 2M HCI, 3atem BhicylnBaloT GyMary H NPOJIOJIKAIOT SJII0H-
posanne 8M HCl B nepneniuKyJIsipHOM HanpasJeHHH K MEpBOHAYA/b-
HOMY, TIOCJIE HEro 3JIOHPYIOT BHOBb B NEPBOHAYaJbHOM HanpaB/eHHH
5M HF [13661.

Pasnenenne Sn, As u Sb Meronom Hucxonsamed OymamHOH Xpoma-
TorpaduH MOKer ObiTh JOCTHTHYTO BBIMBIBAHHEM 3THX 3/IEMEHTOB
H-OYTAaHOJIOM H €ro CMechio ¢ a30THOfI, COJISTHOM, JIMMOHHOH KHCJIOTaMH
u NH,OH [777].

Xopommue pesyabratsl paszenenusi Sn(1I), As(IIT) u Sb(I1I) mo-
ayuens B [1439]. B oriinune oT 06bIMHOrO METOAA BOCXOASMLIEH XpOMa-
Torpaduy B JaHHOM cjy4yae MOJA NPSMBIMH yIVIaMH K BePTHKAJbHOH
GyMakHOfl TOJOCKE 3aKPeMUIAIOT PaBHOOTCTOfNHE JIPYr OT Jpyra
TOPH30HTA/IbHBIE N10JI0CKH. [10/1yyeHHbIe TAKHM COCOGOM XPOMATOrpaM-
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MbI OTIIHYAIOTCA OTYETHBOCTBIO, XOpOMIeH BOCIPOH3BOAHMOCTBIO, OT-
CYTCTRHEM NepeKpLIBatusi 30H. B yenoBusax pasaenenns Ry nas As(] I1),
Sb(ITI) u Sn(II) coorBercTBenHO pasuer 0,64; 0,80 u 0,98.

Pasnenenne Sn, Sb, Bi u As (1 otnenenue x or Beex JPYTHX KaTHo-
HOB IV 1 V ananutiueckux rpymm) moxer Gbits JOCTHTHYTO NPH MpPH-
MEHEHHH B KauyecTBe DACTBOPHTENIS CHCTEMbl H30aMHJIOBHIH CIHPT +
-+ HNO,4 + H,0 [1059]. Cmech YKCYCHasl KHCJI0Ta - aneTHJaneTon -
-+ Bona (8 : 1, 5 : 2,5) nossosisier paspensts As, Sb u Sn ma nguckax
u3 Gymaru Batman Noe 1 [688]; cmech H-nponanont +1N HCI (1 : 1)
MpHroAHa ans paspenenns Sn(II) m Sb(ITI) mau Sn(IV) u Sb(V)
MEeTOIOM BOCXoasuleH xpomatorpaduu [1207]. TTosnoe pasjenenue
Sn(II), Sb(ITI) u As(I11) B Buze nx OKCaNaTHBIX, TAPTPATHBIX HJIH I[H-
TPATHBIX KOMIIEKCHBIX coeunennii na 6ymare Batman No | 110J1y4aior
NP NPHMEHEHHH B KauecTBe NposiBHTENs pactBopa 0,64—0,96N mage-
neBoit -+ 0,15—0,64N suunoit - 0,62N AHMOHHON KuCIOT B 60 %-HOM
3THJI0BOM cnupre [1385]. B kauecrsme PAcCTBOPHTEJISI  HCTIONB3YIOT
60 %-npiii pactBop sranona ans pasnenennst Sn(1I), Sb(I1T)n As(I11)
B pabore [719a]. [Ipumenenne STHJIEHIHAMHHTETPaYKCYCHOM U 1iaBesie-
BOH KHCJIOT B KayecTBe KOMILIEKCOOGPA3YIONHX BelecTs ¢ npHMeHe-
HHEM KOJIbIIeBOH GaHH He Jajlo YeTKOro pasjie/ieHus As(I1T), Sb(IIT)
u Sn(II) [1387]1 u As(IIT) u Sn(II) [1386].

B reuenne 20 mun. orensior Sn(IV) or Sn(I1) u or apyrux 40 katHo-
HOB MertanoB (BKmiouasi Sb, As, Fe, Zr, Ge u Cu) npu smouposanun
emeckio 0,5M CH,COOH -+ 0,1M CH,COOH na Gymare, nponuran-
HOil Bosbtbpamatom turana [1003].

Xopouee pasjenenre MHKpPOKOJIHYECTB Sn, U(VI), Cu(11), Hg(I1),
Cd, Fe(III), Bi, Sh(III) u As(I11) nocrurator metozom Hucxonsme
XpOMATorpauu MNpH 3MOHPOBAHHH cMechio (9 : 1) Merunstuakerona
HJH_LHKJIOreKCaHOHa H BOAHOrO 1—5%-noro pacrsopa HCI [962]).

Ilpu uenoavsoBanuu merona BOCXOAsIell Xxpomartorpaduu na Gy-
mare Batman Ne | u pacrBopureneli — cmeceil MYPaBbHHOA KHCJIOTHI
H OIHOATOMHBLIX NMpEAE]bHKIX CIHPTOB (MeTaHosa, sTaHona, nponaxoJa,
Gyranona, nenranosa u OKTaHoma) ¢ Pa3/IHYHBIMH 3HAYEHHSIMH JIH3JIEKT-
PHUECKOIi MPOHHIAEMOCTH Jlayke NPH MHHHMAJbHOM 3HAYCHUM nocJses-
el (~12) penmunnnt Ry pus Sn(11), a raksxe As(ITI) u Sb(II11)=0,2.
B 10 e Bpems nas Cd, Bi, Pb, Cr(I1I), Fe(I1I), Al, U(VI), La, Zn,
Ni, Mn(1I), Cu(II), Ca, Ba, Sr, Mg u Ce(IV) R;=0 nase npu npH-
MEHEHHH pacTBOpHTeNeH ¢ JH3/IEKTPHUECKOH NPOHHITAeMOCThIO, PaBHOI
22—25. Jlumb npu paabredimem YBEJIHYEHHH JIH3JIEKTPHYECKOH Mpo-
HHUIAEMOCTH HauHHaeTcsi Bospacranue R; [1290].

ITpu nenonbsopanum B kavecTse HeroBHKHON taswl pacteopos HCI
H €e coJsieil, a B KauecTBe noaBHKHOH — 0,1 M pacTBopa CoSTHOKHCIOTO
TPHU-H-OKTH/IaMHHA B Gensose Ha JHHHH crapra ocraiotcsi: Be, S,
Y, La, Ti, Zr, Th, Cr(I11), Mn(11), Ir(I11), Ni, Al u TI(I), a Sn(I1),
Pd, P(IV), Re(VII), Au(I11), Cd, Hg(II), TI(IIT), Bi u Sh(III) mu-
FPHPYIOT ¢ GpOHTOM noxswkkoi ha3wl (npu konuentpaunu HCl B pe-
NONBHKHOH ase B mpegenax 0,112—5,2M), us yero BHJIHE BO3-
MOXHOCTH orzenenus Sn(II) or psga snementos [1284].
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Korna B KauecTBe HenoiBHKHON (asel npumensior pactsopel HF
(0,12—7,8M), a nomenxkuoit — 0,1 M pactBop ruapodTopHia TPH-
x-rekcunamuHa uad amGepauta LA-2 B Gensose, BMecTe ¢ (POHTOM
noxrkHO# assl Murpupyior Re(VII), Pd(II), PY(IV), T1, Au(III)
u Cr(VI). Ha nuHEE cTapTa OCTalOTCS HE SKCTPArHpyiollHecs OpraHH-
yeckoil hasoit MeTassibl 1-if B 2-ff AHATHTHYECKHX TPYMN (33 HCKJI0Ye-
nueM Be), Sc, Y, La, Th, Cr(111), Mn(II), Co, Ni, Cu(II), Ag, Zn,
Cd, V (1V), Hg(11), Ga, In, TI(I), Pb u Bi. IlpomexyTouncie snaye-
unga R; umeior Sn(I11) u Sn(IV), Re, Ti, Zr, V(V), Nb, Mo, W, U(VI),
Fe(111), Al, Ge, P, As(I1I), Sb(III), S(VI), Se(IV), Te(IV), F-,
Cl-, Br— u J— [1285].

B KkauectBe HemojBHkHOH ¢assl mpH paspgenennH Sn, Ag, Pb,
Ni, Cd, Fe, Cu, Co, Bi, Hg, V, AugAs, Sb, U, Ti, Ce, Gs, Y,
La, Th, Zr, Al 1 P33 metonoM xpomartorpadui Ha GyMare HCI0Jb3yIOT
(eHnI6EH30THAPOKCAMOBYIO KHCJIOTY B BHJe 2 %-HOTO pacTBopa B cme-
cu 2-0KTaHOH -+ 3tanoa (2 : 3), KOTOpPbLIM NpPEABapHTEIbHO MPOMHTHI-
pator Gymary [911], TToxeHxuo# das3ofi B 3TOM cayuae siBASIOTCA pac-
topsl HCl m HCIO, pasnuunbix Konuentpanuii. Ilponutka Gymaru
GPOMTHAPATOM HJIH HOATHAPATOM TPH-H-OKTHIAMHHA C TPHMEHEHHEeM
B KauecTBe nojBHkHo¥ dassl pactsopos HBr, HJ u NaJ nossoaser npo-
BOAMTD pasnenenne cmeck Sn — Pb — As — Ge [1286]. Ipu ucnoss-
30BaHHH GyMard, NPOMHTAHHON TPH-H-OYTHI-, TPH-H-OKTHJI- H TPHH3O-
OKTHJIAMHHOM, ¢ mpumenenueM 1—7M Boammx pacrsopos NH,CNS
B KauectBe nojpHxKHO# asbl aas Sn(II) ycranosaeno, uro Ry <<0,1
[1283]. PojaHHCTOBOIOPOAHYIO KHCJAOTY HCIOJBL3YIOT JJisl OTIEEHHS
0J10BA OT PEIKO3EMEJbHBIX H IIEJ0YHO3EMEJbHLIX 3JIEMEHTOB, KOTODHIE
He cOpOHpYIOTCS AHWOHOOOMEHHbLIMH OyMaramMi NpH KOHLEHTPAlHH
HSCN<1,8N [679]. Ilosepensre Sn(I1V) Ha GyMaxKHLIX XpOMATOrpam-
Max B] cucreme pactBop NH,,SCN — H-aMHIOBHIH CIHPT H3YUYEHO B
[13991.

Hccnenosana pacnpenenwTesnbHas Xpomatorpagus Ha OGymare,
nponurtansoit 0,1 M pacTBOpoM TpH-H-OKTHJDOCHHHCYAB(HAA B HHKIIO-
rekcaHoHe (mocae McnapeHHsl PacTBOPHTENSl KOJHUECTBO peareHta Ha
6ymare 1,12 smons/cx®) [831]. Ilpu npHmMenenvH B KauecTBe NMOJBHKHOMH
daser 1, 3, 5 uan 7M HCI past Sn(11), Mo(VT), Cu(11) u Nb(V) suave-
Husl R;<<] W nOHWKAOTCS NMPH yBeJHYEHHH KOHIEHTPAIHH KHCJIOTHI.
Ipu stoM R;=0 ans Hg(11), Pd(11), Pt(IV) u Au(IIl), a nas Mn(II),
Zn, Mg, Al, Ni, Co, Fe, Cr, Cd, Sr, Be, In, Sc, Ti, Zr, Hf, V(IV),
V(V), Rh(I11), Th u Y Bennuuna R; ~l1; ans rannus B NPHCYTCTBHH
1 u 3M HCI R, pagen | u ymenbmaerca B npucytersud 5 0 7M HCL

Tpu onpenenenys osoBa (a TaKXke MHOTHX APYTHX METaJjioB) B
OpraHHYeCcKHX COeJIMHEHHSAX N0C/Ie MHHEpaIn3aiuy npolbl ee NepeBOAAT
B COJISIHOKHCJBIE PacTBOP H pasieNsioT Ha Kpyrax u3 Gymarn [1lnefixep
u [Iossie No 2043. B'kauecTBe pacTBOPHTEJNS HCMOJB3YIOT CMeCh KOHIL.
HCI, nensinoit yKcycHOH KHCIOTHI, H-GyTaHosa, H-NPONAaHOJA, 3TaHOa
u aneruaanerona (4 :3:3:2:3:0,6) [822].

X pomatorpacdmuueckoe pasjiesieHHe Ha GymMare HCOJb3YIOT IPH onpe-
JIeJIeHHH MallBIX KOJIHYECTB 0JI0Ba B MHHepaJbHOM chipbe [991].
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B kauectBe pacrsoputenefi npu oraeseHHH 0/10Ba MeTOI0M OyMaK-
HOH XpOMaTorpaduu NPHUMEHSIOT CMeCH: LUKJOTEKCAHOJ — MypaBbH-
Had Kuciaora (7:3) [1289]; mustunoswii sdup—meranon—soga—
koru. HCl (50 : 30:15:4) [1269]; wuso6yramon—HCI—H 2,0
(85:15:100) [1233]; sraHon—HCI—H,0 (4:1:5) [659]; me-
THITHAKeTOH—CH COOH—H,0 (5:3:2) [1126]; Gensumioshi
cnupr — staon—6N HCL (2:2:1) [1272]; 12N HCl—~-6yra-
Hon (3:1) [892]; w-Gyranon—kouu. HCI (4: 1) [194], 6yranoa,
Hacpinennsiit 3,4 — 3,0N HCl [1260]. Ilpu ucenenoBauun Bausuus
MarsHTHOTO 1o/ Ha 3Havenue Ry nas Sn(IV) u psja apyrux katnosos
B KayecTBe pacTBOPHTE/II NPHMEHSIOT cMech H-OyTaHoa — Boja —
YKCyCHas KHGIOTd H  ITHJOBBIH 3(HD aUETOYKCYCHOH KHCJOTLI
(10:7:2:1) [1370].

Y CTaHOBJIEHO, YTO aCHMMETPHSl MATEH Ha xpomarorpammax Sn(II),
Sn(I1V) u MHOTHX APYrHX KaTHOHOB yMeHblIaeTcsi B NPHCYTCTBHH Me-
THJI4MHHAa B pacTBopax siioeHta [1288].

Onpenesnenbl snauenns Ry pas Sn(I1), Sn(IV) u psna JIPYTHX 3Jie-
MEHTOB NPH HCIIOJIb30BAHHH B KaYecTBe pacTBOPHTesi GyTaHOa (HaCkI-
IIEHHOTO BOJIOH), HACHILIEHHOTO BOAHOTO pactBopa JATA wuau 0,1M
BOJIHOTO pacTBOPa THOIJIHKOJIEBOH, IHTHOTVIHKOJIEBOH, JHMOHHOH, BHH-
HOH, MOJIOYHOH, MaJIOHOBOH, CaJIHIHJIOBOM, LIABEJEBOH, SIHTApHOMH
KHcaor [668].

Otzesierie 0/10Ba OT MHOTHX 3JIEMEHTOB MOMKET GhITh OCYIIECTBICHO
MPH HCIOJIB30BaHHH METOJIOB TOHKOC/I0HHOM XxpomaTorpaduu. [Tpu sTom
A/ M3TOTOBJICHHSI TOHKHX CJIOEB NMPHMEHSIOT cuJankareas [106, 107,
529, 656, 687, 750, 1040, 1301, 13671, nemmosnosy [687, 749, 1523,
15241, nosmamun [1115], Al,O4 [969], kykypysubii kpaxman [774].
runogocdar unpkonns [1080] u emecu cunmukarens ¢ wesnono3oii [530]
u Al,0O,; [1363].

Pasnenenne cvecn As(ITI) — Sb(III) — Sn(IV) zocturaercst me-
TOJIOM JBYXMEDHOH XPOMATOrpaduH ¢ HCMOJbL30BAHHEM B KAauecTBe He-
TOJIBHKHO# (pa3bl TOHKOTO CJI0f CHJIHKATes1sl, HMIPETHHPOBAHHOTO HKHI-
KuM annonutoM Ilpumen J—M—T. dmounposanne nposogsT B oj-
HoM HanpasiennH 0,1V HCI, a sarem 2N HCI [750]. das pasjenenus
emeceit Sn(II) ¢ Ti, V, Cr, Mn, Co, Ni, Cu, Zn, Mo, Ru, Pd, Ag, Cd
H In npuMersioT TOHKOC/IOHHYIO XpoMaTorpaduio ¢ obpallleHHEIMH (a-
3aMH Ha CHJIHKare/ne W IeJJI0/I03e, NPONHTAHHEIX TPHOYTHADOCHATOM,
[Toxsuxnasn paza — pacrsopet HCI pasimanoi KOHIeHTpauuu (1—9M)
[687]. Ilpu paspenenun Sn, Al, Bi, Cd, Cr, Co, Cu, Fe, Pb, Mn,
Hg, Ni, Ag u Zn meronom TonKoc/I0fHOM Xpomartorpaua Ha LeJIo-
Jo3ze MN-300 ssuoupoBanue nposogar cMechio 12V HCI u H-OGyTaHosa
(1 : 3) Bocxoasimum cnocobom [1523]. Il 3JIIOHPOBAHHA TIPH pasje-
Jenun Sn(I1), As(III), Sb(ITI) u Pb na cunukarene-G, akTHBHpOBaH-
HOM HarpesaHueM npu 110°C B Teyenne 2 uac., HCNIONB3YIOT AMHIANETAT,
Hacemiennpit HCl (50 ma ammnanerara BeTpsAXHBAOT ¢ 5 M4 KOHIL
HCI) [13011].

BO3MOXHOCTb aHANH3a COMHBIX CMeceil METOZOM TOHKOCIONHOIN
Xpomatorpaduy 6e3 NpejBapPHTENLHOTO PasjielieHHsl Ha TPYINH MOKa-
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sana B [1367 ). HenoasuxkHoi asoii npu 3TOM SIBJISETCA CJAOH CHAMKA-
rejisi, HaHeceHHbIi Ha NOJH3QHPHBIE [JVIEHKH, NOABHMKHOH — pacTBo-
poi HCl B cMecH merHan3obyTHAKeTOH—aMHaanerar (2 : 1).

Pasnenenue u obuapyxenne ~0,1—0,3 mxe Sn, Al, As u Sb ocy-
LIECTBJIAIOT MOCJIE SIKCTPAKLIHOHHOTO BhIIE/IEHHS ITHX 3JIEMEHTOB B BHJIE
NHPpPOIHAHHAHTHOKapO6aMuHaToB XJopodopmom u3 1V HCI. Iloayuen-
HbIH 3KCTPAKT XPOMATOrpaHpylOT Ha CJ0SX CMecH cHaukarens-II u
Al,O5(1 : 11 2: 1), npuMeHSAIOT B KaYyeCTBE JI0EHTA cMeCh GeH30/—
xJopogopm (2 : 1) [1363]. DTi ke sneMeHTHl Pa3aeAIOT MOCPEACTBOM
cvecH staHoa—3N HCI (9 : 1) va caosx uenmonossl Asuien TG-104
BOCXOJAIIHM CrIOCOGOM HJIH METOAOM KPYTOBOi TOHKOCJ/OHHOH XpoMaro-
rpapun [749].

8-Oxcuxunosunarsl Sn(11), Be, La u Zn moryr GuiTh pasjesensl Ha
CJI0AX CMECH CHJIHKaress M nesodqossl (1 : 1) ¢ ucnonbsoBanueM noj-
BHJKHOI'O PacTBOpHTENsl — cMecH 2 %-HOH yKCYCHOMH KHCJIOTBI, MeTaHOJ1a
u 2-mponanona (6 : 3: 1). 8-Okcuxunonunatel Sn, Zn ¥ ZrO*t paspe-
JISIIOT CMechIO NPONHOHOBOH KHeaoThl H Boasl (1 : 4) [530]. Ilpu obay-
ueHnH Y @-cBetoM (360 Am) N0 HHTEHCHBHOCTH (1yOPeCIEHIHH KOMIJIEK-
COB 3JIEMEHTOB C 8-OKCHXHHOJIHHOM Ha TOHKHX CJIOSIX MOXKHO OTKPhITh
0,025—1,0 mxz snemenra.

Pasjenenne mnap Sn—Pb, Sn—Zn, Sn—Ga, Sn—In u Sn—
Au npu Bece o6pasuos 0,1 —5 me ocyuiecTBASIOT METOAOM BOCXOjsIEf
TOHKOCJIOHHOH XpomaTorpaduu Ha CJOSIX CHJAMKAarens, 3aKperJieH-
HeiX KpaxmasioM. Kounenrpauuss HCl B ananusupyemom pacrtBope
3M. Jlna pasjesnenus 070Ba H CBHHIA B KAYeCTBE IIOJIBHIKHOTO PacTBO-
PHTeJIA MCTOJIB3YIOT H-GyTaHoa M cMech H-GyTanodsa, Gensosna, 1M HCI
H 1M HNOg (50 : 46 : 1,4 : 2,6). Ilpn 3toM cBHHEI| OcTaeTcsl Ha cTap-
T€, a 0JIOBO MOJAHMMaeTcsi Ha HeKoTopylo Beicoty. IlpH paspenenun nap
Sn—Zn, Sn—Ga, Sn—In u Sn—Au u npumenenun 0,IM HCI
(momBHIKHBIH pacTBOPHTEJb) OJOBO HE3HAYHTE/NbHO INOJAHMMAETCS CO
crapra, a Zn, Ga, In u Au KOHUEHTpHPYIOTCH y (DPOHTA PacTBOpHTE-
as [107]. .

Cuankarenb, obpaboranusiit HCl u copepaxauuit 5% pacrBopumoro
Kpaxmasna, HaHeceHHLIH Ha NacTHHKY (tonmuHa cnos 0,3 mm) Henob-
3YIOT /A pas3jeeHHs H HAeHTH(QHKalUuH 24 HOHOB MeTalJoB (B TOM
yHeae H osioBa) [529]. [las 3TOr0 nMpHMEHSAIOT TPH CHCTEMbI PacTBOPH-
Teqeil. Cuauana paspensior Ba, Sr, Ca, Mg, Al, NH, Na, Ku Li npu
MOMOIH CcMecH MeraHoJ—~-6yTanon—35 %-nasn HCl (80 : 10 : 10),
3ateM — Ni, Co, Cu, Fe, Mn u Cr ¢ ncnosib3oBanHeM CMecH aneToH —
3N HCI (99 : 1), nocae uero paspeasior Sh, As (Cd, Cu), Sn, Bi, Zn
u Hg cmecbio  w-Gyranon—Genson—IN  HNO,—IN HCI
(50:46:2,6:1,4).

Has paspenenusi Sn, Pb u Ge MeTo10M TOHKOC/IOHHOH XpoMmaTorpa-
¢un Ha cuiMKarese B KauecTBe MOJABHIKHOH (asbl MCMOJIB3YIOT CMech
u306yranosl — Koun. HCl — meruastuakeron (10 : 8 : 1) [1040]. Ilpu
STOM 110 MOJBHYKHOCTH 3JIEMEHTHl pacrnogaratorest B psj: Sn > Pb >Ge.

Ilpn paspenennn MerajJioB B BHAE AMSTHJAHTHOKAPGAMHHATOB Ha
TOHKOM CJI0€ CHJIHKare s (nposiBienue GeH30J/10M) TOJy4YeH CJeyolui
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abcopbumonnniit psin: (Ag, Bi, Mn) > (Sn, Sb) >Cd >Cr > (Co,
Fe, Pb) > Ni > Cu >Zn [1192].

HeyxBanentroe onoso ormensior or Sn(IV) B Teuenne 15 Mum.
Ha nopotuke ie/onossl DSF npu Kcnosb3oBannu B KayecTBe MOIBH K-
HO#t a3kl cMecH H-GyTaHo/Ia | JIEATHO# yKeycHof kucaotsl (2:1)[1172a].

l'azoBasi xpomatorpadus

Tlpu otaesienun u onpeseseHHH 0J0Ba METOIOM Ta30BOf XpOMaTo-
rpaduu OOBIYHO HCTIONB3YIOT TaJOHIHbIE coeannenus onosa(IV), umero-
LIHe OTHOCHTEJbHO HH3KYIO TeMIepaTypy KHIEHHS.

B KauecTBe TBEpIOrO HOCHTEJIS TIPH OMPEENEHHH 0JI0BA TIPHMEHSIOT
pasyuyHble nopucteie Matepuans:: [anonopt F [1372], usonsamuonubit
kupnny Cuai-0-Lens [1427, 14281, AlBr, [1428], nuadopur uau crep-
xamou1 [1498], momumeps TpHGTOPMOHOXIOPITHIEHA M TeTPadTOPSTH-
nena [697, 1371]. droponaacrosit Hocutens TMommuxpom-1 Hemonb3y-
IOT JUISi Ta30XpOMATOrpaduueckoro aHaIH3a X/JOPHIOB METa//I0B (B TOM
uncse v onoBa) [76]. Tlokasano, uTo JAMaTOMHTOBHIE TBepBE HOCH-
TeJH ]HerHFOJ],HbI st paboTel co cMecsiMu, coaeprkauumi HCI
[13711].

Ipu 60—190°C ycroiyusel no orHomenwio k SnCl, HenoapuKHbIe
dassi: macsio Kel-F-10, Bock Kel-F, Anueson L, cunukonossiii kayuyk
UC-W98, cniukonosoe macio JIC-550, dasenak P u rpadur [1243].

B kauectBe menmonBMiKHOH (asbl TaKkKe HCNONB3YIOT HHTPOGEH30J
(1427, 14981, n-okranekan [76], nosnmep TpHGBTOPMOHOX/IOP3THIEHA
Boabraned-108 (6971, rBepawiit nomumep Kel-F-40, cuankonossie macaa
[1428, 1498]. Onsako NPHMEHATH CHAMKOHOBBIE MACJA HEXKEATENbHO,
TaK _KaK noj jedcrsHeM xJsopa ond o6pasyior HCI [13711].

Ipu onpenenennu npumeceit 8B SnCl, n ananuse cMeceit, coepKa-
mux Cl,, CoCl,, SiCl,, TiCl, 1 SnCl,, xopowne peayabTaTh nosyde-
Hbl C anHe3oHOBO¥ cmasKolf, HaHeceHHOH Ha crepxamon [1498]. Ha
KOJIOHKe ¢ cH/IHKOHOBbIM MacsioM FF-7100, nanecennniM na nuadoput
(anuna xonouku 1 m guamerp 6 mm) mpu 120°C SnCl,, BHIXOAHT B BHjie
MHKA C MaJblM BPEMEeHEM YAePIKHBaHHS.

MertonioM rasosoit xpomatorpadun paspensiior SnCl, u SnBr,
[1428]; cmech Sn, Ge, As u Fe [1427]; cmecs HCI, SiCl,, GeCl,,
SnCl, [76]; cmech Sn, Si, Ge u Ti (npu 75°C), SnCl,, Cl, u VOCI,
(mpu 100°C), npoxykThl XJopHpoBamusi cmech Sn, V, Sb [1371].

['azoByl0 xpomatorpadmio MpHUMEHSIIOT JAJsi ONpeleseHHs 0J0Ba B
unpkanoe [697] u cnomaBax usernwx Merasasno [13721].

B kauecTBe JeTektopa NMpH ONpeJeJeHHH 0J10Ba HCMOJAB3YIOT KaTa-
poMeTp H 3/eKTpoHO3axXBaTHBI Aerektop [76], maornomep [1371].
Iasi sToM e 1eJM HCMOJB3YIOT JeTeKTHPOBAHHE (C MOMOIIbIO JKHAKO-
CTHOTO CYeTYHKa) no paamoakTHBHOMY u3ortony **Cl, noGaBisieMomy K
TBepaoMy Hocutenio B Bine HCI [1427]. B stoM cayuae, npu npoxox-
JeHHH XJIOPH/IOB 3JIEMEHTOB uepe3 KOJIOHKY NMPOHCXOJHT OGMEH H30TONOB
H MIHKH HX 10CJI€ BBIXOIA 3 KOJIOHKH MOTYT GBITH H3MEpPEHb! N0 pajHo-
AKTHBHOCTH. HETEKTHPOBBHHG XJI0pHaa oJ0Ba BO3MOXHO C NOMOHIBIO
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TJIaMeHHO-HOHHK3alHoHHOTO netekTopa [493, 886]. IloBeuuenHo#t uye-
CTBHTEJIBHOCTBIO (MO CPAaBHEHHIO ¢ OOWYHHIM IJIaMeHHO-HOHH3aIHOH-
HBEIM JIeTEKTOPOM) M0 OTHOLIEHHIO K 0J0BY, ¢ocdopy, dropy, xnopy,
6poMy, MOy, a30Ty, MHIILAKY H cepe o6JajiaeT LIEJOYHOH IJIaMeHHO-
MOHM3aIHOHHBIH JeTekTop [868].

HutepecHrifi BApHAHT rasoxpoMaTorpauyeckoro onpejiesieHHs Ha-
HOTPAaMMOBLIX KOJIHYECTB JBYXBAJIEHTHOIO OJIOBA H HEKOTOPHIX JPYTHX
3JIEMEHTOB TpelycMaTpPHBAaeT HCNOJb30BaHHE KOMIIEKCOO6pa3oBaHHus
0JIOBA C TOJIHXJIOPHPOBAHHEIMH COEJHHEHHSIMH, COJIEPIKALIHMU XeaaTo-
obpasyolye (GyHKIHOHAJIbHEE IPYNNLl (MOJHXJOPNPOHSBOHLIE KCaH-
TOreHartoB). Brijesienne anaJMsHpyeMoro sjieMeHTta B BHJE XeJjara ocy-
IIeCTB/AIOT METOJOM TOHKOCJIOHHOH Xpomarorpadu Ha CcHJIHKarese
nau Al,Og. Ipu 200°C KcanTOreHats MeTaJIOB pasJaralorcsi, o6pasys
JieTy4yHe XJopcoeprKalllie COeIHHeHHS, KOTOpPLle pPEerHcTpHpYIOTCs
9/IEKTPOHO3aXBATHBIM JIeTEKTOPOM Ia30oBOro xpomatorpada c BbICOKOI
yyBCTBHTENbHOCTRIO (n0 10712 2) [1355].

Aaextpotdopes

H3yueno nosesenne on0Ba npH snekrpodopese B pactsopax H,C,0,
u Na,C,0, [785, 1174], numonHO# KucaOTH W muTpata Hatpus [1050,
1174, 1195], B,p’-nnamunonustui-N,N’-terpaykcycHoll KHCIOTH
[1488], HHTPHJIOTPHYKCYCHOH H 3THJIEHNHAMHHTETPayKCYCHOH KHCJIOT
[[1173}, sSIHTapHOW, a6;09HOM H BHHHOK Kucaor [1174, 13651, NH ,F

13651.

ITpu onpenesieHHH 0J10Ba B PaCTHTEJILHOM ChIPBE MOCTYNAIOT CJIeyIo-

1M 06pasoM.

Auanuaupyembift ofpasell 030JAIOT M MHOrOKpaTHo 06pa6aThIBAlOT OCTATOK
10%-uoft HCI, monyuennmift pactBop GHABTPYIOT, QUABTPAT BHIMAapHBAIOT JOCYXa,
H ocratok pacrsopsior B 1 ma 22%-uoft HCl. Ha nonocky ¢uasrposansnoit 6y-
marn Bartman Ne | (aawunofi 39 e m  mmpunofi 1 cM) naHocatT 10 mka mosydeH-
HOro pacTBopa Ha paccTOfiHHH ~10 e OT Kpafi M MOABEPTaloT SJAEKTPOJH3Y MpH
Hanpsukenun 10 é/cm B Tevenue 3 yac. B KauecTse 3/eKTpOJHTa HCTONB3YIOT
pactBop, coaep:Kawufi 10 2 aumonno# Kucaore, 3,52 NaOH B 1 2 Bogul H HMel0-
wnii pH 4,8. B stux ycnosuax Sn, Fe, Cu, Zn u Pbnepegpuraiores x anony c
COOTHOIIEHHeM CKopocTefi, paBHbHM cooTBetctBenno 1:0,94 : 0,79 : 0,68 : 0,52.
Bo BastToii annkBoTHO# YacTH pactBopa onpenensiior ~0,2 mkz MepeuncleHHBIX Me-
TaJJIOB NOCJE TIPOSIBJEHHS] COOTBETCTBYIONHMH PeakTHBAMH M CPaBHEHHSI MHTEHCHB-
HOCTH 06pasylolmHXCsi MsATeH C NATHAMH, TNOJYYEeHHBIMH NMPH HCMOJB30BaHHH CTaH-
JlapTHHIX PAacTBOPOB AaHHBIX MetainoB [1050].

Ipu snexTpodopese cosH 0/0Ba 06pPa3yIOT PsAjl OTUETIHBLIX MOJOC,
snektpoaut — 0,5N pacrBop uurpara Hatpus. Ha sToM done BO3ZMOKHO
paspenenne cmecu As—Sb—Sn [1195]. OsoBo H cypbma xopomwo
OT/eJIAIOTCA OT pAfa JPYTHX KATHOHOB B NMPHCYTCTBHH f, f’-nuamumno-
nustua-N,N’-terpaykcycroft kucsorsl npu pH 3—12 [1488]. Jlas
Boiienenna Sn(IV), Sb(IT1) u Tl u3 caoxubIX cMmeceli” snekTpedopes
npoBoasT Ha 6ymare Mrou-[laiikmen No 301 1 950, B KauecTBe 3/1eKTpOr
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auta npumensior 0,5M pactsop BunHON KuciaoTH (Hanpsxenue 500 g
Ha JiHcT Gymard AaHHOH 75 cu). [IpH npruMeHeHHH B KauecTBe KOMIJIEK-
cooGpasosatens 0,5M pacrBopa NH,F mucnoseayior Hanpsixkenue Ha
Tor ke Juer 180 6 [1365].

Inst MaeHTHOHKAUHH OJIOBA NPH aHaJH3e MOHET KOMOHHHPYIOT
ssekTpodopes ¢ MeTOZOM KoablieBoH Oann [490].

JucTHanguus

JUCTHANALUSA SBJASETCH OJHHM H3 BecbMa S(xpeKTHBHHIX CIIOCOGOB
OTHeNeHUs 0J10Ba OT GoJabuIioro uncsa 3jeMeHTOB. OGHYHO OTTOHSAIOT
Sn(IV) B Buze ranorenwzuoB, Hanbosee yacto — 6pomuaa. OnuoBpe-
MEHHO C OJIOBOM TIPH 3TOM B JHCTHJUIST MONANAlOT (NOJHOCTBIO HJIH
uactuuHo) As, Sb, Ge, Se, Te, Tl, Bi, Mo, Re u Hg |70, 111, 206,
694, 1031, 1061, 1183, 1325]. Onnaxo, BHINOJNHSAS NEPErOHKY B Ompe-
JIeJIEHHBIX YCJOBHAX, NMPOBOAAT OT/EJNEHHE OJI0BA H OT 3THX 3JIEMEHTOB
[1031, 1183, 1347, 15101].

Ecau neperonky BeayT npH TeMmmeparype, He npesblnawouieii 125—
127°C, 0/10BO B IHCTH/LIAT HE NMEPEXOJHT, a TePMaHHH U MBIIBAK OTTC-
HAIOTCA MOJHOCTbIO, YTO MO3BOJIAET NPOBECTH HX TpeJBapHTENbHOE
orjeseHue ot oyoBa. CypbMa MOXKeT ObITL TpeABapHTENBHO OTAE/EHa
neMeHTaluell nopomkom xenesa [570]. INonanatomuii B guctuanst 6pom
B TeX cJy4asaX, KOrjla OH MOXKET CO3]aTh TOMEXH JajJbHeHIeMy omnpe-
JIEJIEHUI0 0JIOBA, BOCCTAHABJIHBAIOT AaCKOPOMHOBOH MM CepPHHCTOH
KHCJIOTOH.

Hnsi JHCTHIIAMH oJi0Ba B BuAe SnBr, npeasoxeH psif ycTaHOBOK
[111, 570, 757, 1466].

PasjeneHne cMecH MblIbsIKa, CYPbMbl H 0JIOBA AHCTHJISIHEH Mpo-
BOJIAT MO MeToAMKe, npexanoxexHod B [111, 757, 829, 1347].

10 m2 ananuaHpyemoro pactsopa, comepxautero 5 ma konu. H,SO,, kunsrar
C CepHBIM LBETOM HJIH cyJb(aroMm ruapasuHa (BoccranaBauBailoT As m Sb jgo Tpex-
BalleHTHOTO cocTosHus). IlocneHuii BApHAHT NpeANOYTHTEIbHEE, TAK KaK B MepPBOM
cnyyae Tpefyercs oTAeseHHe H36biTKa cepl (uabrpoBanneM. Ilpn stom Sn(1V) ne
BoccraHap/iuBaercsl. [losyueHHEI pacTBop mepeHocsT ¢ momombio 100 #2 koHn.
HCI B neperounyio kon6y npubopa emxoctbio 200 Mz jaa auctuansmud. B npuem-
HuK BBOAAT 50-—100 a2 Bojbl (KoHell TPYGKH XOJOAHJIBHHKA ACHMKeH GHITh MOTPY-
XKeH B BOJY) H nponyckaior yepe3 npuGop tok CO,. Harpesaior pactsop fo kume.
HHA H c1a6o KHNATAT, Peryaupys ckopocTb nponyckanus CO, Takum o6pa3oM, 4To6H
TeMmeparypa pacTBopa B MNpOIeCCce AHCTH/VIAUHH INOAAeplKHBajach paBHo# 111—
112°C. Korma ofbem pacrBopa ymenbluntcss o 50 M2, He npekpamas Toxa CO,
H HarpeBaHHS, 3aMeHAIOT TNPHeMHHK (B MePBOH MOPIHH IHCTHJJISITA CONEPIKHTCH
MblIbsK). Bo Bropoit nphemuHK BBoAsT 50—100 M2 BOjBI, NPHGABJISIOT B NePero -
Hyl koaby 7 ma 85%-nofi HyPO, W mocTenelHo MOBHIAICT TeMNepaTypy pactBo-
pa B Heil 1o 155°C, mocise yero yepes KameabHYIO BOPOHKY BBOAAT B KoaAGy 75 ma
konu. HCI co ckopocreio 30—40 xaneas B munyty. [IpH 9TOM B AHCTHAIAT Nepexo-
IHT cypbMma. YCTaHaBAHBAIOT TpeTHii npHeMHHK. OXAaMAaloT PacTBOp B NMeperoHHo
KonGe jo 140°C H, mojaiep:KuBas 3Ty Temieparypy, BBOAAT C TOH 3Ke CKOPOCTBIO,

171



9TO W NPH oTrotke cypbubl, 50 sa cvech HCl 1 HBr (3 : 1). B noayuennom auctai-
JATe, HaXolsAlleMcs B TPeThbeM NPHEMHHKe, ONPefe/siioT OJOBO.

[TponomxurensnocTs BhijieieHHss Mbiibsika 40 Mun., cypembi 110 muH., ojoBa
75 muu. [757].

3arpyaHeHus NpH OTTOHKE 0JI0BA BO3HHKAIOT, €CJIH B JIMCTHJLISLLHOH -
HOH Kosife NpHCYTCTBYeT HepacTBOPHMBIH ocaiok. Hamuume ocanka
BBLI3bIBAET TOJYKH NPH NEPEroHKe H MPensiTCTBYET NPOBEJEHHIO OTTOHKH
NpH HalyiexKalied Temneparype. ITpy anasu3e LBETHBIX META/JIOB 0CaJIOK
06bIYHO TpejicTaBaseT coboi cysbdar cBunua uaH gocedar osnosa(IV).
CywecrBenHoe ocsiab/ieHHe TOIYKOB MOMKET OBITb JOCTHTHYTO BBe-
AEHHEM B JHCTHIALHOHHYIO KOGy 0,1—0,2 2 xJsonbeBuaHOrO rpagu-
ta [111]. '

[lepen otroHKol GPOMHIOB CYypbMbI H OJIOBA H3 PACTBOpPA JIOJIMKEH
ObiTh yaanen (rop, co3falolluil NOMEXH NpPH AMCTH/IANMH 3THX 3Je-
menToB [22].

Ecsin cojepikanue cypbMbl B aHaJIH3HPyeMO#H 1ipoGe BesTHKO, TO AJS
€e OTrOHKH Tpefyercsi 3HaUHTe/NbHOE BPEMs, MPH 3TOM B JAHCTHJJIAT
COBMECTHO C CypbMOH mONajaer HeKOTOpOe KOJIHYecTBO oJioBa. B oc-
TaTKe OCTA€TCH OCHOBHOE KOJIHYECTBO 0J10Ba. B 3TOM ciyuae aucTHIIAT
NOJBEPTraloT BTOPHYHOH NEPeroHke, NPHCOEAMHSIOT OCTATOK K [IEPBOMY
OCTaTKY M0CJIe OTTOHKH cypbMbl. 3 06beiHHEHHBIX OCTATKOB OTTOHAIOT
0JIOBO.

Ilpu onpejeseHun 0/10Ba, MbIIIbsIKA H CYPbMbl B UYTYHE H CTa/AX
HafijleHbl ONTHMAJIbHBIE YC/OBHSA JHCTH/VISLMH CYpPbMbl H 0/70Ba (NMpH
HaBecke 2 2): cypbMy orrousior npd 165°C, npu6asus 160 ma Kouu.
HCI, a onoBo — npu 170°C, BBeast cmech 23 ma xonu. HBr, 10 ma
KOHH]. HCI u 46 xa Bogpl. I1pogoKuTebHOCT AHCTHISAIMHE 75 MHH.
[936].

Ecnu wer neo6xoaumoctd onpeaeiars As u Sb, HX MOMXHO o1-
JeTHTD OT 0JI0Ba COBMECTHO. TaK, NpH ONpe/e/ieHHH 0/10Ba B HEPIKaBelo-
weit craju, orrouky As u Sb nposopsit npu 150°C B Toke CO, u3 pac-
TBOpa, copepxaiiero H,SO,, HgPO, 1 cysbdar rugpasuna. B npouec-
ce OTTOHKH J06aBjsior no KanaaM kouu. HCl. 3arem orronsior onoso,
BBOJA 10 Kannam cmech 15 ma Konu. HCI + 15 ma xouu. HBr+15 ma
Bozbl [1154].

[Tpumensior orrouky SnBr, ¢ mapamn HBr, renepupyembiMi B 0T-
JenbHoM cocyne [1048a, 1144].

Orrouky os10Ba B BH/Je GPOMHAA HCNOJB3YIOT NIPH AHANH3E PA3JIHY-
HbIX OGDBEKTOB: pyJ, munepanos [70, 1048a, 1061, 13111, npoaykro
C BBICOKHM cojiepikanueM BoJib(ppama [568], MOJIHGIEHOBBIX KOHIEHTpa-
ToB [174], craneit [796, 1048a, 1144, 1154, 1411], craBo [282,
503, 548, 1048a], teanypa (B. u.) [206], amomunus [1062, 1064] u
apyrux o6vekros [829, 1031, 1183].

B pa6ore [1518] umeercsi ykasanue, uTo NpH OT/EJI€HHH 0OJIOBA OT
MELIAIONIHX 3/IEMEHTOB JAHCTHJ/ALKEH B BHIe SnBr, ¢ nocaenyoumnm
coocaxnenueMm ¢ Al(OH)y mosyyaior 3aHmuKeHHBIE Pe3yJbTaThl OMpe-
JeJIeHHsI 0J10Ba.
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Orronky oJioBa B Bije GpoMuAa HCNOJB3YIOT AMA yiaseHHs 0J0Ba
npu onpejesieHHd Apyrux siementoB [498, 6941, npumeceit B onoBe,
TaK KaK nocje OTTOHKH 0/10Ba NPHMECH KOHIEHTPHPYIOTCHA B OCTaTKe
[335].

Menbinee pacnpocrpaHeHHe MOJYYHJ METOA OTTOHKH OJIOBa B BHAE
xJopuaa. OGBIMHO OTTOHKY MPOBOAAT NOCJE PasJioKeHHs aHaJH3Hpye-
Moro obpasua rasooGpasHeiM XJ0poM. Tak, npH onpejesieHHH 0J0Ba B
ofbeKTax, colepallux IJIaTHHOBLIE MeTallJibl, /sl passoKeHHs Mpob
NPUMEHSIIOT XJOPHPOBAHHE C yJaBJHBaHHEM 00Da3yIOUHXCHA JETYUHX
xqaopuaoB Sn, Se, Te, As u Sb pacrBopom HCI [308]. Ananoruuno on-
pelesIoT 0J10BO B 0JI0BSIHHBIX Wviakax. Ilpu ananuse 3osora npoBoasiT
BaKyyMHYIO OTFOHKY oJioBa B BHae SnCl, [1099].

Xopouine pesyJsbTaThl NOJYYaloT NPH BO3TOHKE 0J10Ba B BHIE SnJ ,.
10 coeunente obpasyerca npH npoxanuBaHuu SnO, U B-0JOBSHHOH
kucnothl (769, 12381, a Takxke pya, KOHIEHTPATOB, MOYB, OCAJOYHBIX
OTJIOJKeHHH, cuauKatublX nopoy [572, 741, 1357, 14051 ¢ NH,J.

B psize ciydae npH JOCTATOYHO BBICOKHX KOHIEHTPALMsIX 0JI0BA
Onpejie/ieHHe ero MoxeT ObITb BbINOJIHEHO 10 OTEPE Beca OCTATKA OKHC-
JIOB TIOCJIE OTTOHKM Hojujaa oJioBa [371].

Omnpepenenue onoBa B GpoH3ax IyTeM OTFOHKH ero B BHAe SnlJ,
HEBO3MOJKHO, ec/IH KoJiHyecTBO docdopa, comeprkalierocs B aHaJH3H-
pyemMoM o0ObeKkTe, TMpeBbllIaeT [IONYCTHMYIO MOTPElIHOCTh AaHAJH3a,
Ilpu anammuse cypbMsiHbIX GPOH3 10cJie nepeBeseHust MpoGhl B OKUCIIbI
nocaeanue npokanusawoT npu 850°C, B3BemuBaoT, 06pabaThiBAIOT HO-
aucteiM ammonueM npu 500°C u cuoBa B3semmsaior. [lo norepe Beca
onpenensior cymmy SnO, + Sb,0,. CypeMy onpenensiror OTAeIbHO
HHbIM METOJOM, MEPeCcYHTHIBAlOT HAa Sb,0, M BHUHTAIOT H3 CYMMBI Je-
TY4HX OKHCJ/IOB, mosywaiotr Bec SnO, [711].

Ilpu ananuse B,0,, SiO,, Sby04 MoOs WO4 u TiO,, conepxa-
mux 107*—107% % npuMecei, 11 KOHUEHTPHPOBAHHA OJIOBA M PAAa
APYTHX 3JIEMEHTOB, He o0pasymollux JeryuyunX d¢ropunoe (mpu 200—
350°C), HCHO/IB3YIOT OTTOHKY OCHOBHOTO KOMIOHEHTA B BHJE Jie-
Tyuero d¢ropuga [580].

0,2—0,3 2 ananusupyemoii npoGbl MOMELIAOT Ha (PTOPOMJIACTOBOH MJH IJATH=
HOBOH TNOjTOXKKe BO (roponsacToByio HJAH IJIATHHOBYIO TPYOKY, HarpeBaeMyl B
TpyGuatoii meun zo 200—350°C. B npouecce HarpeBanus uepes TpyOGKY B TeueHHe
0,5—5 wac. nponyckawor tok HF, ouHlmeHHOro or KpeMHHs M MeXalHUeCKHX IIpH-
meced. [lpn Takofi oOpaGoTke KoHUeHTpauus oJosa (a takxke Al, Fe, Ca, Mg,
Cu, Pb, Cr u apyrux 3/ieMeHTOB) B OCTaTKe IOBBINAeTCA IPHOIH3HTEAbHO Ha
NOpPSIIoK.

Meron 30HHOH mNJABKH MO3BOJISIET CKOHUEHTPHUPOBATb IIPHMeECh
0JI0OBa MpH aHanu3e BucMmyrta [2721].

Bricokuit Koadduuuenr oGorauenusi ososa (nopsiaka 10°—10)
H JIO/THOTY BhIZeIeHHA (=95 %) mosiyyalor npi KOHLEHTPHPOBAHHH 0JI0-
Ba (M psija APYrHX NpHMeceil) NPH aHa/H3e [HHKA BHICOKOH YHCTOTHI
C YaCTHYHLIM pacTBOpeHHeM ocHoBbl [1023].
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Ha nogepxnocth ananiznpyemoto ofpasita vakocs™ ToRkml ol pryti n ofpa-
Garwisator koui. HCI no nonyvenHs HeGoJBIIOTO OCTaTKa, B KOTOPOM KOHIEHTPH-
pylorcsi npumecu. MomenT npekpautenus o6pabotku o6pasua HCl ycranasnupator
BH3yanbHo no dopme ocraTka (pPacTBOpeHHe NMPeKPallaloT, KaK TOJILKO OCTATOK CTa-
HeT No opMe MOXO0XK Ha KA yucToll pryta). PryTk (nocie otgesenns or pacreopa
H TIPOMLIBKH BOJIOH) M coflepKalunecss B Hell NPHMeCH DACTBOPSIOT B 5 M2 KOHIL
HNOg, H;SO, nan napckolt Bojku, pactop ynaprBalor fo 1 a4, pasGasasior
jo 30 ama popoit, BBogar 5 sua xoun. HCOOH u HarpeBalor, NpH 3TOM BhiteJisieTcs
MeTaJllHueckas PTYTb. PacTBop JeKaHTHPYIOT, BHNAPHBAIOT H aHAaJIM3HPYIOT OCTATOK,



Taaga V

ONPEJEJIEHUE OJIOBA
B MPUPOJAHBIX U TEXHHUYECKHX OBBEKTAX

NPHPOJHBIE OB BEKTHI

MeTonsl nepeBejieHHsi 0JI0BA B PacTBOp
[15, 111, 570]

Ilpu ananuse npupOAHEIX O6BEKTOB HEOOXOIHMO YUHTHIBATD HCKJIIO-
YHTETbHO BBLICOKYKO CTOHKOCTb KacCHTEPHTA IO OTHOILEHHIO K PassiHy-
HBIM peareHTam: HM Kucnotl (Bkmouass HF), nu cnnasienue ¢ nupo-
cysbaToM KajHsl He NepeBOAAT KACCHTEPHT B PACTBOPHMOE COCTOS -
nue. CTaHHMH M Jpyrue cysb(HAHBE MHHEpaJbl OJIOBA pPasJjaraircs
KHCJIOTaMH; PACTBOPAIOTCA B KHCJIOTAaX H KOJJIOHAHBIE dopmel SnO,,
BCTpeUAIONINecs B OKHCJAEHHBIX 30HaX CYJbOHAHBIX MECTOPOMKIEHHH.

Jlns nepepefieHHs KACCHTEPHTA B PACTBOPHMOE COCTOSIHHE IPHMEHSI-
for cnsasienne ¢ NayO,, uan Na,O, + 25% Na,CO,, co menouamu
npu nobaBke Na,O, uau merannuuecknx Na, K.u Zn. Ilns sroil xe
LeJH HCNOJb3YIOT cIJaBieHue ¢ 6ypoi.

Iast cniapieHHs OJOBSAHHOM DPYAR (He conepameit cephl) ¢ Na,O, Hapecky
0,5—1,0 2 cyxoii TmaTenbHO H3MeNbYeHHOH NpPo6bl MOMEMIAIOT B HHKeJeBblil HJH
XKene3nnlit THTeab (eMkocThio 50 m4), nprbabnstor 6—I10 2 Na,O,, nepememnpaior,
HaKpPBIBAIOT KPHILKOH H OCTOPOKHO HaTPeBaKOT 10 YAAMeHHS BJIATH, 3aT€M OCTOPOIKHO
NOBLILAKT TeMmeparypy 10 ~500—600°C. OcTopokKHo NMepeMelHBaIOT cofepiKHMOe
THLJIST H NPOLOJIKAIOT HarpeBaHue ellle 3—5 MHH. 3aTeM 0XJaMXJaloT, pPacTBOPSIOT
naas B Bojie M noxkucasior HCI.

CnsiaBlienyio €O MIEJOYHBLIMH [JIABHSMH MOXKET NPeAllecTBOBaTh
obpaborka npobel cmecbio HF + HNO, [20, 99].

Ilepese/ienHio B pacTBOP MOXKET TaKkKe MPeAlecTBOBATb BOCCTAHOB-
jgeHHe SnO, 10 MeTa/jla HarpeBaHHeM B TOKe BOAOpOAd, aMMHAKa,
cBeTH/IbHOTO rasa uan cniabienre ¢ KCN, ¢ NaOH c no6aBkoit apesec-
HOTO yTJsl HJH ZN-TIBIIH, 1I0CJ]ie Yero 06pasoBasiueecs 0J10BO PacTBOpS-
tor B HCI. Ecin ananusupyemasi npo6a colep:kHT CyIb(HJIBI, HABECKY
nepesx BCCCTAHORJIEHHEM HeobxoanMo obpalorarhk pasbarnenHoii HNO,,
anto cmemwars ¢ CaOQ u npokanute (10 ucuesHoBenus sanaxa SO,).
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BoccranoBsienHe KacCHTEPHTAa MPOKAJHBAHHEM B TOKE BOJOPOJA HJIH
CBETUJILHOTO ra3a He HMeeT NPeHMYLIeCTB Nepejt e/ I0YHbIM CIIJIaBJIeHH-
eM. HaoGopor, mpH 3TOM 3HAYHTEJNbHO YBEJHYHBAETCS NPOJAOJIKHTE/ b=
HOCTb aHanusa. Kpome Toro, GbiBaeT 3aTpPyIAHHTENbHO BHISICHHTD, MOJ-
HOCTBIO JIH BOCCTaHOBJIEH Kaccuteput [570].

Hekoroprie peako BeTpedalollnecsi BAPHAHTHL Pa3/iOKeHHS OJIOBSIH-
HBIX Py pacemorpensl B paGote [111]. lannsie o nepesexeHuu B pac-
TBOP NPHPOAHBIX COEJAHHEHHH O0J0Ba NpHBeleHb! B paszede «Pa3oBblii
AHAJIU3Y,

B paGote [738] comocTaBsieHEl METO/IB CrIJIaBJIEHHS T€OJOTHUECKHX
npo6 (neckH, rAHHLI, IPAHOAHOPHTHI, aHAE3HTHI, Auabasbl) ¢ Na,O,,
H4BOg u NaF, HgBOy u LiF u pacteopenusi npo6ur B emecsx H,SO,,
HNO, n HF. Ilokasano HekoTopoe fipenMyllecTBO METOJIOB CIJIaBJie-
HHs npob ¢ HyBO, u NaF uan HgBO,4 u LiF (aas nocnenyrouero noss-
porpacduyeckoro onpejeseHHs 0JIOBa).

Jnsi GeICTPOrO KOJMHUECTBEHHOTO Pa3JoKeHHs! KACCHTEPHTA HCIOJb-
3YIOT LIEMEHTAlMIO 0JI0BA HA IMHKE B cosisiHOKHcJOM cpene [5]. Jror
METO]| N03BOJIAET He TOJNbLKO H3bexkaTh OnepanuH CniaBJeHHs, HO U Co-
YeTaTh MepeBejieHHe 0J10Ba B PacTBOP C OTJEJEHHeM ero OT MycToil mo-
POZbL.

0,1—0,02 2 mpo6u (Sn> 10%) waim ~1 2 mnpo6u (Sn 1—10%) HaMenn-
YaT B TOHKHI NMOPOIIOK, CMeMHBAIOT ¢ 4—5 2 UHHKOBON NLIH W NPHGABNAIT NPH
nepememupanun  8—10 xa HCI (1 : 5) nopunamn mo 1—2 ma. YUepea 5—6 mun.
nocse npekpamleHis O6HABHONO BRIIEJIEHHS BOJOPOAA Iy6YaTyio Maccy BCMJLIBIIETO
CHeMEeHTHPOBABIIETocs Ha LHHKE 0J0Ba CMBIBaloT ¢ momomblo 50—60 x4 HCI (1 : 5)
B KoaGy ans THTpoBaHHs, BeifepxuBaoT 30—40 mun., npubasasior 30—40 ma
konu. HCI, 3akphIBalOT COAOBHIM 3aTBOPOM, KHIATAT J0 NMOJHOTO PacTBOPEHHS 0JOBA
u no oxaaxaenun Tutpylor 0,02—0,05 N pacteopom J,. Ilpu onpenefenun Mamabix
KOJIHYeCTB 0JI0Ba PacTBOP mnepe THTPOBaHHeM GHJABTPYIOT H JOBOCCTaHABJHBAKOT
0JI0BO afiloMHHHeM. ITpoBeennio ananusa ne memator SiO,, cyasduast As, Bi 1 Mo.

Baanmoeiicteie kKaccurepura ¢ NH,J, npuBoasinee K Bosronke
SnJ,, HaXoAUT NMpHMeHeHHe NMPH Pa3JIOKEHHH OJOBSHHHIX PYJ H KOH-
uentpato [1004, 1357].

0,2 2 TonkKonameasuentoft npotul (80%, 300 mew) nepemeiinBaior B npobHpKe
H3 cTekna mupekc ¢ 2 2 NH,J N nomemaior B clemHalbHyiO Neub, Tjie HHMKHAS
yacTh NpoGHPKH narpeBaercs npu 475+2°C B Tevenne 20 mun. [To oXaamaeHun pa-
crBopsitor Boarod SnJ, B 30 ma H,SO4 (1 : 4) npu narpepaunn [1357].

Ananu3 GHOJIOIHYECKHX MaTepHaJoB NPOBOAAT nocse o6paboTKH HX
KHCJIOTAMH H NOCJIEYIONIEro CIJIaBJeHHs ¢ MHPOCYAbHAaTOM KaJdHs HIH
Hatpusi [897].

AHaJH3 npHPOAHBIX 0GHEKTOB

Psj meTooB aHanmMaa pyj, MHHEPAJOB, FOPHBIX MOPOA H APYTHX
npHpoaHbX o6GvekToB paccmorpen B [15, 62, 63, 111, 570, 1393].
HecMotpsi na MHTEHCHBHOE Pa3BHTHE HOBBIX METOJOB OINpeje/ieHHs
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0J10Ba, BCE €lile YaCTO JUIf 3TOH 1eJH MPHMEHSAIOT METOJ HOJOMeTpHYe-
CKOTO THTPOBAHHsl, NPHTOAHBIA 115l anann3a 0GBEKTOB C COAEPIKAHHEM
or n-107%% (u menee) go ~100% Sn.

B npHcyTCTBHH HHOOGHSI PE3yJLTATH HOLOMETPHYECKOro OnpeieJie-
HHS OJIOB2 MOJIYYAlOT 3aBLIIEHHBIMH BCJIEICTBHE YacTHYHOTO BOCCTa-
HOBJeHHS HuOGHs. Hanuuue B aHATH3HPYeMblX KaCCHTEPHTAX TaHTa/ja
NPHBOJMT K 3aHHKEHHIO Pe3yJILTATOB aHa/H3a (YacTb 0J10Ba copbupyer-
csi Ha ocanke Ta,0p) [956].

Tpu ananuse o6pasios, conepxauux Cu, As, W 1 HeKOTOpHIe APY-
rHe 3JIeMeHTbl, MellaioliHe HOJOMeTPHUECKOMY OMpelesieHHIo OJ0Bd,
XOpOIIHE Pe3yJbTaTbl MOTYT ObITh MOJIyYeHbl IPH HCOAb30OBAHHH METO-
JMKH, TpHBeJeHHo# B paGore [367].

rHapecky, npeasapuTenbHo ofoxkennyw (B ciydae cyJAbbHIHEIX pyJl), mepe-
HOCAT ¢ MOMOLLBIO KaH/ISPHONl BOPOHKH B CTEKJAAHHYIO TPYOKY C IapHKOM, CMEIIH-
pator ¢ 3—4 2 cmecy Zn-nuam -~ NH,CI (1 : 2) u cnexator npu 400—600° C. 3arem
CTEKNsHHYI0 TPYOKY BMecTe CO CreKoM pasGuBaioT B KOHHYeCKo# Kos6e, 106aBasaioT
70—80 ma HCI (1:2), 0,1—0,2 2 CoCl, u kunarar 15—20 mun. Ocajox (conep-
Jallufi TPHMecH) OTQUJALTPOBHIBAIOT, NpOMbBaloT 7—8 pas HCI (1 : 2). duabt-
paT ® TPOMbIBHEIE BOH 0GbeMHSIOT H 106aBIAIOT 0,5—1 2 nopomkooGpasHoro amo-
munus, 20—25 ma xonn. HCl, sakpuiBaior xon6y mpoGKoi ¢ 6ukapGoHaTHEIM 3a-
TBOPOM H KHNATAT JI0 TOAHOTO PacTBopennst onoBa. K oXmakjemHOMY pacTBOpy
nobasasor 2—3 ma 1%-Horo pactBopa KpaXmala H THTPYIOT PacTBOpoOM Jg.
Oumbka merona ot +10% (npu conepxanun 0,01—0,02% Sn) o 0,5—0,7% (npu
60—70% Sn).

THTpHMETpHYECKOE OTIpejie/IeHHe 0J10Ba B OJIOBAHHBIX PY/aX MOXKET
6LITH BLINOJHEHO ¢ MCMOJb30BAHHEM B KayecTBe THTPaHTa Kakomeau-
Ha [474).

Onpeie/ienue 0/10Ba B MHHEPAJTbHOM ChIPbe (OTOMETPHYECKHM METO-
JOM C peareHTOM (leHuAhayopoHOM TIPOBOAAT TOC]E HOHOOGMEHHOIO
Bhiesienus ero [588].

0,2—1,0 2 anaJM3HpyeMOro BellecTBa MOMeLLAlT B JKeJe3Hblil THreab, B KOTO-
phiit npexsapuTenso BHocAT 3 2 NayO,. [loGasasior eie 2 2 NayO, H, ocTOpPONK-
HO Bpalllasg THTE/lb, NEPEMELIHBAIOT ero COAepHHMOoe. Tureab nomewaT B Mydeab,
narpersiii 1o 600°C, BBIEpHHBAIOT 20 MHH., OXJIaXJaloT, MOKPBIBAIOT MOKPOBHBIM
CTEKJIOM H OCTOPOKHO A0GABASIOT MaJLIMH MOPUHAMH BOAY. PacTBop H3 THI/IA nepe-
HOCAT B cTakaH emkocTbio 250 ams, JA06GaBAsiOT HeCKOJNBKO Kanedb BOJAB H KOHIL.
HCl. [lo6asasitor Bopy Ao o6tema 100 sa (eciu aHalH3HPYeMOE BELIECTBO COJEPHHT
no 70—80% SiO,, ayume pasbasuth Bojoit Ao 150 a4, a mpu aHadH3e Boabpamo-
BBIX DY/l B lle0UHOM pacTBOp A0GaBasioT 3 2 BHHHOI KHCTOTHI). 3aTeM Ha Kamkjble
100 M2 ofbema aJA HefiTpanusauuu GhicTpo foGapisioT 45 Ma KOHIL. HCl npu
SHepIHUHOM NepemMelunBatuH pacTBopa. Ecl pacTsop MyTHBIi, TO €r0 Harpesaior, He
moBoas jo kunenus. [onyuennnit pacreop (2—2,5 N HCI) nponyckaioT €0 CKOPOCTBIO
1,7 mal mun vepe3 KoaoHKY ¢ annonutom AB-17 (pasvep a3epen 0,1—0,2 mm), nmpea-
BAPHTENBHO OT/CJHB OKaZHHY (GHILTPOBAHHEM uepe3 CTCKNHYIO BATy. Ias ynane-
uus uz annonura Fe(111), Sb(V), Cu(Il), Pb, Co, W(VI) (8 npHCYTCTBHH BUHHOM
kueaorsl), Ge, V(V), Nb(V), T Gaa u(I11I) KosoHKy npoMbiBaioT. 1580 2 2 N HCI
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Jecop6unio on0Ba OCYILLECTBAAIOT NPOMBIBKON KodoHkn 150 112 H,S0, (2:13),
NOBOAS KOHeuHblit o6beM pacTBopa no 250 ama Bojoii. B amwoar coBMecTHO ¢ 0J10BOM
NONajaloT He3HAUHTEbHbIE KONHUECTBA JKe/le3a, He Mellalollie MoCAefyoleMy onpe-
IeNeHHI0 ooBa, a Takke Zn, Cd, Hg u Bi, ue B3anmogeiicTayiomue ¢ tennadayo-
potom. Anmksoty (5 mam 10 s4) pactBopa NEePEeHOCAT B MEPHYIO KOJGY eMKOCThIO
25 ma [npr amuKBOTHOH wacTH 5 ma pobasasior 0,8 ma HyS80, (1:1), B cayuae
anukeoth 10 #2 HySO, ne po6asamior], seogst 2,5 ma 0,5%-Horo pacTBopa Xe-
JlaTHHa, TIATeNbHO mepeMeiunBaloT H npuGasasior 5 aa 0,03%-woro pactsopa de-
HHAQUIYOPOHA B 3TaHOJE, TOBONAT O6BEM 40 METKH BOJIOH, TINATENbHO nepeMeIHBaoT
H uepe3 | yac HSMepsIOT ONTHYECKYIO MJIOTHOCTb PACTBOPa npu A = 500 #m B KioBeTe
10 mm. KanuGposounslii rpagmk crpostt no CepHH CTaHJapTHBIX PacTBOPOB, cOmep-
*Kamux 5, 10, 15, 20 u 25 mxe Sn. PactBop cpaBeenns npoBoasT uepes Bee orme-
pallHH aHaJH3a. p

Ecan ananusupyemasi pyna conepxur npumecn Mo, W u V, nocae
PacTBODEHUS NIeJIOYHOrO NJIaBa B NOJYYEHHLII PACTBOP BBOAAT H3GHITOK
NH CI. Ilpu s10M 021080 BhINazaer B ocagok, a W, Mo u V ocraiores
B pactBope [423].

B neckax, rpanntax W KOHUEHTpPaTaX OJIOBO ONPEAENSIOT doromer-
PHYECKH c eaaqeunom [1004].

0,1 & TonkoucTepToro oGpasuma NOMemAWT B NMpoGHPKY H3 CTeKia NHPeKc
(180X 18 m#), mobasasmor 0,5 2 NH J, nepememusaior u HarpeBalwT JIHO NPOGHPKH
IO TeX 1Op, MoKa J; He MepecTaHeT BHAENATHCH, a OCTATOK B NPoGHpPKe He packajiures
N0 TeMHO-KpacHoro usera. [Tocyie oxuaxknenws Bhllenaunsaior ocTaToxk 10 sz IN
HCI na xunsmeit BogsHoli Gane B Teuenme 30 MuH., 3aTeM OXJIAXKJalOT H JNOBOASIT
obvem fo 10 ma, uentpupyrmpyor. Or6upator 5 ma pacTBopa, cojepialero
~1—20 mxe Sn, B MepHyl0 KonGy emKocTbio 25 #a. [Tpunneaior ~20 ma Gydep-
noro pacrsopa (45 2 CH,CICOOH, 75 m4 xmopanerara narpus u 20 2 NH,0H-HCI
B 1 2 Bopwl). las1 obeciBeunBanns pacTBopa MepHYIO KoaGy MOMeIaloT B KHINSNLYIO
BOAANYIO Gakio Ha | MEW., 3aTeM oXJakpaloT, npuausaiot 0,5 xz 0,1%-moro CITHP-
TOBOTO pacTBopa rajijienHa B STaHOJe, TIePEMEIHBAIOT H Yepe3 10 MHH. HaMepsiOT
ONTHHECKYIO IVIOTHOCTb pacTsopa nNpH A= 605 wa. Ananuay me Memaior Ti, Nb,
Ce, Th ¥ Zr.

AHaJNIoruuHbIit MeTO NPEAJIOKeH /15 ONPEeNeHHs 0J10Ba B [104BAX
H OCaJIOYHBIX OTJIOKEHHAX B TMOJIEBHIX yCa0BHAX [1405].

1 2 npoGer ememmBaior ¢ 1 2 NH,J, cmech nomemaror s npoGHPKY H3 MHpPeKca,
A0 KOTOPO#i HArpPeBaloT /0 MOKPACHEHHS, COXPAHss BEPXHIO YaCTh 110 BOSMOMKHOCTH
XOJIO/HOH. 3aTeM oOXMakpaloT H npHGaBasioT 5 ma 1 N HCI u kunarar. ITocae
OTCTaHBaHUs ocafika 1 ma mpoapauHoro pacTBopa pasGaBasior io 5 ma XJiopauerar-
HBIM GYQepHEIM PacTBOPOM (CM. MPeALITYILYIO METORHKY), HarpeBawT 10 oleclBeyH-
BaHHS pacTBopa, OXJMamAaloT, mpuGasisior 0,1 sz 0,05%-woro pacTropa ramienna
B 50%-110M 3TaHOMe, NepeMelHBAIOT H Yepes 10 MHH. cpaBHHBAIOT OKpacKy pacTBopa
€O WKaJIOH CTaHAaPTOB. B HeKOTODHIX CyyasX HCNONB3YIOT Takoii e pacTBop raJ-
JenHa, copepxaumuii 0,0075% merHIeHoBOrO roayGoro.

O6pasoBanne TPOHHOTO KOMIMJIeKca 0J10BA ¢ NUPOKamexuHossLm ¢huo-
ACMOBHLIM W OPOMUIOM YemuUAMpuMemuIaMMOH LS HCMOJB3YIOT TIPH OIl-
PEAC/ICHHH COAepKaHHA 0J10Ba B MopcKoii Boge (0,6—2 mke/ma) [1076].
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K 500 a4 anaimanpyemot poxs npubasasior 250 sz 6 M HCI u pactizop
nponyckalot vepea konoHKy (1003< 11 ax) ¢ aunonntom gayske-1X8 (100—200 sew)
Onoeo smoupyior 100 s 2 M HNO;, x smoary po6asasior 1,5 42 1 M H,SO,,
ynmapHBaloT jocyXa Ha BopsiHo# Gane W octatok pacteopsior B 20 ma 0,4 M HCI.
Monyvennstit pacrsop nponyckator uepes Manyio kosaoHky (60X 10 ms), conepxa-
LYo aHHOHHT nayskc-1X8, npombiBalor kodonky 200 sz 0,4 M HCl u 3JMIOHPYIOT
onoso 50 ma2 2 M HNO,. K smwary noGasasior 0,75 sz 1 M H,SO, u Bumapu-
BaloT jocyXa. Ocratok pacteopsior B 5—7 ma BOJIBI, PAcCTBOP NEPeHOCAT B MEPHYIO
K010y emkoctbio 10 M2, cogepxamyio 1 sa 3-10—4 M pacTBopa nUpoKaTeXxHHOBOro
¢uonerosoro u 1 ma 3-10—4 M pactBopa GpoMHAa UETHATPHMETHJIAMMOHHS, ycTa-
HasauBalor  pH 1,6 npuGabnernem 1 M pacrsopa CHy;COONa n nosoast o
MeTKH BOjofi.  OnTHueckylo mMJIOTHOCTD pacTsopa H3MepsuoT uepes 15 muH. Ha
cnextpodoromerpe npu 662 s B Kiopete 5 ca.

Onpejesienne Manbix copepxanuii (10 0,0002 %) os108a B ropHBIX 110-

POJax H pyJax OCYIIECTBJSAIOT IKCTPAKIHOHHO-(POTOMETPHUECKHM MeTO-
nom ¢ Gymuapodamurom C [627].

0,5 2 npo6ul noMelaOT B NJIATHHOBLLE THredb H obpabatuBaior HF B Teuenue
1,5—2 uac., 3ateM npuGapasior 2—4 #a Kouu. H,SO, u Bunapusaior jnocyxa.
Ocrarok cnmasasior ¢ 2 2 cmecn Na,COy 1 Nay,B,0; (2 : 1) npu 850—900°C (npu
cofiepKaliH oJ1oBa B mpoGe, npesbimatomem 0,01% nposoasr cnnasnenne ¢ Nay0,),
nnaB  pacTeopsior B cMecH 15—20 ma xonu. HCI m 20—30 ma Bopsi. Pacteop
HarpesaloT, OCaXJalT THAPOOKHCH MeTannoB H3Ghitkom konnm. NH,OH, ocanok
OTQH/ILTPOBEIBAIOT H pacTBOPsiOT B cMecH 20—30 4 Bogsl u 20 ma kouu. HCI.
K pacrsopy npuGasasior 10 sa 15%-noro pacrBopa xommJiekcona III u 0,5 ma
Pactsopa coan Gepunmus (10 m2 Be/ms), cHOBa OCAXIAIOT THAPOOKHCH METa/JoB
konn. NH,OH. 3arem uwepes 1,5—2 yaca Xomoamuuili pacTBop (HABTPYIOT, 0CAZ0K
NPOMBIBAIOT XOJIOAHBIM pasGaBieHHbIM pactBopoM NH,OH u pacrsopsior B 10 ma
ropsdeit 11,5 N HyS0,. 3atem pactsop pasGapasior 11,5 N H,SO, 10 onpenenen-
Horo ofbema. 10 ma monmyuenHoro pacTteopa, comepwkamero 1—10 mxz Sn, mepe-
HOCAT B MpoGupky, npuGasasior 1 ma 0,1%-uoro pacteopa GytHapoxamuna C, me-
pememnBaior, BBoAAT 10 ma Gensoma u 0,3 ma 4%-woro pacrsopa xyndepoua,
BCTpAXHBalT 2—3 pasa, sateM npuGaaswor 0,4 ma 2,5%-woro (mo Turany) pac-
tBopa  TiCly u Berpaxusaior 3 mun. Yepes 5—10 mun. or6upaior 7 Ma SKCTpaK-
Ta, pa3baBiAlOT aueToHoM 10 10 M4 H H3MePSIOT ONTHYECKYIO TJIOTHOCTh PACTBOPaA
Ha cnekrpodoromerpe CP-4 mpu 560 wm B KioBeTe 2 cM HAM Ha (POTOKOJOPHMETpE
®3K-H-57 co ceropuncrpom Ne 5. Ecaiu B ananumsupyemoii npoGe copepKaHue
TeJUlypa npeBbllaeT colepkaHHe oJoBa GoJiee, yeM B 10 paz, npoBojsT RONOJHH-
TeJIbHOE OTJeJIeHHEe 0JI0Ba OT TeAYypa KcTpakuuelt Kyndeponata ojoBa GyTHialera-
ToM. Mematomue onpesedennio onoBa ¢ Gyruapopamuuom C anements: Ga, Sb,

Cu, Hg, Pt, In, Tl u Fe ompensiorcs npu  coocaxpenun onora ¢ Be(OH), B
MPHCYTCTBHH KoMmmJekcona II1.

Ilpu onpenesennu 0,001—0,5% Sn B pynax u Komuentparax ¢o-
TOMETPHYECKHM METOJOM C KBepuemuHOM ero OTJeJSIOT OT MelIaolinX
3JIEMEHTOB coocaxaeHneM ¢ MnO, [93].
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Hasecky 0,2—2 2 nomeluaioT B NJaTHHOBEHI THTeAb H 06pabaTHIBAIOT CMECHIO
20—25 ma HF u 10 ma H,SO,4 (1 : 1), nBakanl BLIMAapHBAIOT A0 MOSBJAEHHS Ma-
poB HySO,, ocrarok pactsopsiior B 100 44 BOAE H 0CaMkKAAlOT 0JIOBO BMECTE C THAPO-
okucsami MetannoB NH,OH npu marpepanun. Ocajiok orhuJIbTPOBBIBAIOT, MPOMbI-
Bawt 5%-ueM pactBopom NH,NO; u npokannsaior npa 500—600°C, satem cnaiag-
Jasl0T B Xejae3HoM Turie ¢ 5 ¢ NaOH u 0,52 NayO, v BHIIesauuBaoT mias ro-
psiveil Bopoii. Ilo oxnaxpenuu pactop HefirpanusyoT HyaSO4 (1 : 1) mo xonro,
BBOAAT H36bTOK 3—5 Kaneab KuHCAOTH H GuabTpyior. K duasrpary npubasasior
2 ma 10%-uoro pactsopa MnSO, u 1 ma 4%-noro pacteopa KMnO,, xunstar
10—15 muH., OTGUIBTPOBHIBAIOT 0CATOK H TMPOMHIBAIOT ero ropsdell Bojo#l, moa-
kucnennofi HySO,. @uabTp ¢ ocakoM NepeHOCAT B cTakaH, HarpeBaioT ¢ 10 sz
HCI (1 : 1), duabTpyior, npoMBIBAIOT OCTaTOK Ha (uAbTPe ropsveil Bool M UALT-
par pas6asasior o 25 ma Bojoit. 1—5 M4 noayuenHoro pacTsBopa HefTpPaaH3YIOT
NH,OH, npu6asasior 1 sa 5N H,SOy, 2 #4 HacblileHHOrO pacTBopa THOMOYe-
BHHb [1251 Boccranosnenus Fe(l11)], wepes 15—20 mun. BBoaat 10 ma meranona
(nnu stanona) u 2 w2 0,1%-Horo pacTBopa KsepuetHHa B cnupTe, Pa3bap/1faI0T BogOi
A0 25 ma u 4epes 15 muH. doToMerpupylor Ha GoTokonopumerpe (CHHHI CBeTO-
¢uabTp) B KioBeTe | mawu 2 cu. Cpepnss ownbGka onpeaeienua 10—15%.

dyopHMETPHUECKOE OMNpejeJieHHe 0JI0BA B MHHEDAJbHOM CHIpbe
NPOBOAAT MO METOJAHKE, NpeiIoxkeHHoH B pabGore [629].

0,1—0,5 2 npoGH npu HarpeBaHHH PasJaralT B CMecH, copepxaileit 20—25 ma
koun. H,SO,; u 10 ma HF (1 : 1), ynapuBaor mocyxa H npokaamsaior. Ocajiok
cnapasior co cMechio NayCOz + NagB,0,, sbimenauusaior 30—40 ma H,SO,
(1:10) u eto xe aoBoaaT o 50 uau 100 ma. B Mepuyio koa6y emxoctbio 50 ama
MOMELLAloT aJHKBOTY, cojepxauyio 0,05—5 ke Sn, npuansaior 30 ma H,S0,
(1:1), 4 ma 1%-noro pacrropa KJ u Bogm g0 mMerkn. PacTBop nepenocsiT B jiesiu-
TeJLHYI0 BOPOHKY, BBOAAT 10 a2 Gen3osla H SKCTPArHPYIOT CYPbMY B NMPOJOJIKEHHe
MuHYTH. Otaensor Boguyio da3y. K sogHomy pacrsopy npuauBaor 4 ma 10%-Horo
pactBopa KJ, 10 s Gensona H BCTPAXHBAIOT B TeyeHne | MHH. (H3BJeKalOT oJ0-
B0). Onoso peskcrparupyror 10 ma 0,05 N HCI. K peskcrpakty npuaupaior 1 ma
0,05%-1oro pactsBopa MopuHa H Quiyopumerpupyior. Eciu pactsopsl cogepxar Golee
5 mxz Sn, aHa/Au3 3aBepIIAlOT CHeKTPOPOTOMETPHYECKH, H3Mepss ONTHYECKYIO
nJ0THocTh pactBopa npH 420 #um. Ilpu amamuse mo paHHoil MeToanKe mpoG c coaep-
#anuem 0,001—0,01; 0,01—0,1 u 0,1—1% Sn xos(puiment BapHaUHH He MpeBH-
waer 30, 15 u 5% cootsercTBeHHO.

[lpumenenne nosnsporpaduyeckoro Merola B psfe CJAY4YaeB MO3BO-
JISIET 3HAYHTEJNbHO YINPOCTHTL H YCKOPHTB aHaAJIM3 pas/IHYHBIX npH-
POIHLIX OOBEKTOB.

ITpu onpenenennn 0/10Ba B JKeJIe3HbIX PyAaX HOCTYNAIOT CAEAYIOUHM
obpasoMm.

1 & npobu cnasamiorT ¢ 6 2 NayO,, naas pacrsopsior B 20 ma ropsdeit Boasl
H pasGasasor no 100 ma. 25 ma monydeHHoro pacTBopa YHapHBAlOT A0 ~T—8 Ma,
BBoAAT 7 ma kouu. HCI, 5 ma HoS0, (1: 1), 5 ma 25%-noro pacreopa BaCl,,
pasbasasior Bojofi 1o 25 ma u noasporpadupyior. [TpogonKuTeasHOCTb ONpeNeTeH s
~50 mun. [528].
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Heckonbko Gosee TpyJoeMKHit, HO GoJee WyBCTBHTEJbHBIH METOA
onpeJiesieHHs 0JIOBA B MHHEpaJax ’Kesiesa NpeayCMaTpHBaeT cjeiylo-
mue onepaumn [1228].

2 2 naMe/nbueHHoil TMpo6bl HarpesaloT 2 muH. ¢ 8 2 Na,Op B XesesHoM THrJe
10 500—600°C, naas o6paGathisaior 100 M2 Boabl, KHNATAT, oXJamjaloT, pasGas-
Asiot Bopo#t fo 500 ma u duaAsTpyor. 250 s duavrpara noakueasior HCI (1 : 1),
peoaaT 2—3 2 NH,Cl, narpeaior [0 KuNeHHs, NpHGapisiioT 3 Kanji pacTsopa
metuaosoro kpactoro n pacteop NH,OH no ienounofi peakunu, KHOATAT 2 MHH.
H ¢uasTpyior. Ocafok npombiBaiorT 3 pasa 2%-HbIM pacTBOpoM NH,CI no ueiit-
panbHoii peaxuun, pactsopsior 8 HCl (27 ma xouu. HCl u 20 ma Bojwl), pasbaB-
asot Bojoii o 50 ma, nponyckaioT 10 muH. Ng H H3MepsIOT BHICOTY BOJIHEI 0J10Ba
npu —0,52 6. Onpenensiemblit MuaumMyM 20 mxe Sn. TTpojo/KHTEABHOCTD aHaNH3a
~2 uaca.

BricoKasi 4yBCIBHTEJBHOCTb ONpe/je/eHus onoBa (1o n: 1071 %)
B CHJIMKATAX H JKeJe3HBIX PyAax MOzer ObiTh ofecrneyena npH HenoJ/ib3o-
BAHHH NoAsiporpagos nepeMeHHoro TOKa, YyBCTBHTENbHOCTb KOTOPBIX
110 OTHOIUEHHIO K OJIOBY HA MOPAJAOK H 0oJiee NpeBbillaeT YyBCTBHTE/b-
HOCTh noJssiporpadoB MNOCTOSHHOIO TOKa.

0,1—0,5 ¢ ofpasia NMomemalOT B NJAATHHOBYIO HalIKy, CMa4yHBaioT BOJION, MPH-
mupator 2 ma Koum. HeSO, u 10 ma 40%-woit HF u narpesaior. Ilo jocruike-
HHH MOJIHOTO PacTBOPeHHs PacTBOP HarpepaloT J0 BbijieleHHA NapoB H,SO4 (npu
HaJHYHH B NpoGe KaCCHTepPHTA MOMKeT NoTpeGoBaTbCs JAOMOJHHTEbHOE WleJ04HOoe
naaenaenne). ITonyuenHbii pacTBoOp NepeBOJAT B MePHYIO KOJAGY eMKOCTbIO 100 ma
¢ momolpio 50 M2 pactBopa, copepxkautero 2,5 M HCl + 0,7 M BHHHOH KHCIOTH.
3areM 106aBJsIOT acKOPGHHOBYI KHCJIOTY (IIPH BBICOKOM COJlepXKaHHH KeJjesa J0-
Gapasior Tpuasl no 0,15 ¢ ackopGHHOBOH KHCJOTH 4epes 20—30 MHH. J0 MOJHOTO
ofecupeynBanis pacTsopa). PacTBop B Kojbe JOBOAAT JIO METKH BOJIOH, NepeMeluH-
BaloT M noasporpaHpyioT, HCMoab3ysi Merol AoGasok. [loayuaior pesysibTar, cooT-
BercTBYyIowmit conepxanuio cymmsl Sn -+ Pb. CopepxaHe cBHHIA YCTaHABJAHBAIOT
M3 OTAeALHON HapeckH modsporpapuuecku na done 1| M HBr+ 1,4 M H3PO,.
Ha stom doHe onpejieieHHio CBHHLA He MelualoT Sn H Fe. OsoBo onpejensiorT no
passocts. [Ipu GoabluoM cojepKaHHH CBHHIA NMPOBOJST HOHOOGMEHHOE pasje/eHue
Pb u Sn. Ananusupyemstit pacteop (3 N HCI) nponyckaior yepes KOJOHKY € aHHO-
uutom 3J13-10I1 8 Cl-dpopme. daementsi Cu, Fe, V u Ni npoxogsar B ¢uabrpar,
a Pb u Sn copGupyiotcs anHonuToM. 3atem odoBo aecopGupyior 0,5 N HCl,a cau-
sewt — 0,02 N HCI. Onpefiesiene 8aKaHYHBAlOT — MoJsporpaduyeck [971.

B KaccHTepHTOBEIX pyAax, copepxamux 0,01—3,5% Sn, KOHUEHT-
palyio ero yCTaHABJHBAlOT METOLOM aTOMHO-a6cOpGLIHOHHOM CIIEKTPO-
toToMeTpHH.

0,2 2 npo6u (mpu cogepxanuu 0,5—3,5% Sn) uwau 0,5 2 (npH KOHUEHTPaIlHH
0,01—0,5% Sn), usmenbualor A0 Beanuuubl sepen 300 mew:, CMeLIHBAIOT C 0,52
NH,J u narpesaior B TpPyOKe M3 CTeKJa MHPeKC B TeueHHe 5 MHH. MPH 500°C.
Boaron pacrsopsiior B 10 2 HCI (1 : 4) npn HarpeBaHHH H BCTPAXHBAKOT. [Tony-
gennbiii pactsop pas6asasior po 50 (wam 25) ma HCI (1 :4) W aHanH3upyOT B
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hjlaMéin cmecH Bofiopofta ¢ BoanyxXom, ueflonbaysl B KailecTse licTolnika fpocnedt-
BAIONEr0 HAJYYeHHs JaMITy € NOJBIM Sn-KaTofioM (MOIVIOLIEHHE CBETa H3MepAIOT NpH
286,3 ua). Cranpapthoe orTkaoHenne 2—5%. Onpenenenuio 070Ba He MelaloT
6 me/ma Fe u 2 me/ma Al, As, Be, Bi, Ca, Cd, Cr, Cu, Li, Mg, Mn, Ni, Pb, Sb,
V u Zn [977].

[Tpu ucnosb30BaHHH aTOMHO-a6cOPOLIHOHHOTO MeTOJd ONpe/eIeHHA
0JI0Ba, ¢ pasioxenueM npobsl obpaborkoit NH J u Bosronkoit Snl,
Heo6XONMMO YUMTHIBaTh, yto npHcytcrBHe NH,J B anazusupyemom
pacTBOpe BHI3bIBAET CHJbHBI (KT «AMATHY, BHIPAKAIOUIHICA B TIO-
TJIOUIeHHH CBETa NJaMEeHeM T0c/Ie NPeKPallleHHs paciblIeHHsi pacTBOpa.
B 3TOM cayyae nepejl BHINOJNHEHHEM CJielyIOllero aHaausa HeoGXoaHMO
TIATe/IbHO NPOMBIBATH PacHblIHTE/b BOJOH 0 TeX HOp, IOKa onTHye-
CcKasi IUIOTHOCTb TIaMeHH He Oyzer pasuoilt Hymio [741].

B npoGe reosiorHyeckoro MartepHaja BecoM J0 3 e ompeiessior J0
2:107*%Sn ¢ BOCIPOH3BOAMMOCTBIO 5,5 % NPH HCNOJB30BAHHH MeTO/la
?TOMH?-EﬁCOpﬁuHOHHOﬁ cneKTpoOTOMETPHH MO CJELyIollell MeTojHKe

1188].

2—3 2 aHaJM3HPYeMOro MarepHalla CIVIaBJSIIOT B JKeJe3HOM THIJe ¢ Na,0,
(10—15 &), BbienaynBaloT naas 150 s BOJALL, BBOAAT B PacTBop 1 2 Na,0,, ku-
narar u pasGasasior go 250 ma. Ocajok, cojepiauii cypbMy H 4acTh CBHHIA,
orduabTposEiBaior. 50—100 ma ¢uabrpara Heiirpammayior HCI (1: 1) u npubas-
asior 20 #a naGuTKa 3Toil e kucaorh. [lanee mpnGasasior 10 ma 10%-noro pa-
ctBopa NH,OH-HCI, 1 sa 2%-uoro pacteopa CuSO4-5H,0 u 10 sz 0,2% -noro
pactsopa PbCl, (ecnu ananusupyemas npoGa se copepaxut cunua). Ilonyuennsii
pactBop pa3GaBasioT 10 ~ 200 s Bojofi M NPOBOAST 3/IEKTPOJIH3 C CeTYaTHIMH I1J1aTH-
'HOBBIMH  3JIEKTPOJilaMH NpH Hanpsikennu 1,2—2 s, toke 0,7—1 a u 60—80°C B Te-
yenne 20—25 mun. Ocazok ¢ Karona pactsopsior B koHu. HCI, pacteop pasGasasior
0 50 s BOjOI H BBOAAT ero B IJIaMs cMecH Bojopoja ¢ BoapyXoM. Hawepsior no-
raoliene cpera npH 224,6 A OTXOMAWMHMH OT IJaMeHH ra3aMH B 0GOrpeBaeMOM
KBapuesoM ajantepe (nauHa 45 cu, BHyTpeHHHH auamerp 13 a). B srux ycno-
BUAX CHABbHOE racsilliee AeficTBHe Ha MOIVIOlleHHe oJoBa okasmiBaior Mo(VI), Ni
u Cr. Bce KaTHOHHI 3JleMeHTOB NMpPH cofepkaHuH HX GoJsee | M2/ ma BbI3BIBAIOT POHO-
Boe MoIVIolleHHe B 061aCTH aHaJTHTHYECKOH JHHHH SN, COOTBETCTBYIOILee ONTHYECKOM
naotHoctH 0,01—0,02. Dnementsl Na, Ca u Al galor Goabluee (oHOBOe mMorJoLle-
nue, HCl ypeqnunBaer mordoilene (toneko B agantepe), a HNOj; u, ocoGenHo,
H,SO, noxasasiior mordyiollleHHe 0JOBa.

Copnepanue (1—10)-107*%Sn B nasecke 0,1—0,2 2 ropubiX nopoa
ONpeseNsioT HeATPOHHO-AKTHBALHOHHLIM METOJIOM C NpPHMEHEHHEeM pa-
JHOXHMHYECKOTO BBIJIEJIEHHs 0JI0Ba, [MPOJIOJIKHTENILHOCTh KOTOPOTO
1,5 yaca [1349].

Hasecky (0,1—0,2 2) nopomkoo6pasHoii mpo6ul u craujapr (0,09 xe Sn)
3aNMaHBalOT B MOJIHITH/IEHOBLIE MaKeTHKH, o0ayyalorT | yac B KaHasle f/lepHOrO peak-
Topa ¢ HeliTpoHHbLIM oTokoM 103 nedmpon/cm®-cex n BbepXKuBalOT 15 MHH. mocie
o6nyuenns. B uukenepu®t tureab BuocAT 20 m2 HocuTeds Sn H PaAHOAKTHBHLIA
unankartop ™38n, a sateM B THrelb NMoMellaloT ofaydenHylo npoGy B makeTHKe H
cnnasasior ¢ 2,5 2 NaOH, 5 2 Na,O, u 3 2 emecn Na,COg u K,COq (1:1) B
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Teuenue 5 MuH. Ha ropenke Bynsena. Ilias pacTBopsior B HeGOJIBIIOM KOJTHUECTRE
ropsiveit Bojs, pacteop mefirpaansyior koun. HCI, ycranaBiHBaloT KHCIOTHOCTD I N
(mo HCl) u npuGapnsior 3 ma xouu. HySO,. OSxcrparnpyior oN0BO B TeUeHHe
5 muH. 2 pasa no 20 aa 0,5 M pactBopoM 2-TeHonATpH(TOpalETOHA B METHIH30-
6yTHJIKeTOHe, TpEIBAPHTENbHO NMPHBEEHHEM B paBHoBecHe ¢ 1 N HCI. Okcrpakrhi
of6be i AIoT, MpoMbiBaloT 3 pasa mo 30 42 PacTBOPOM, COEpKalllHM 1,2 N H,S0,,
2 M NH,Cl n 1%H,0,. PesKcTparnpyior oJI0BO B TeueHHe 5 MHH. 1 M pactBopoM
BHHHON KHCAOTH (5 M4). B pesKcTpakTe Mamepsior akTuBHOCTH !#3Sn mo y-muky
160 x36 npu nomouy 800-KaHANbHOTO CHMHTHJALHOHHONO Y-CeKTPOMETpPa C KpH-
craniom NaJ(Tl) paamepom 7,6X7,6 ca. [lna onpenefieris XHMHYECKOTO BbiXoja
onoBa (45—50%) pesKcTPaKT BhIEPHKHBAIOT | CYTKH H H3IMEpPAIOT aKTHBHOCTh
unauKatopa 13Sn mo y-auHuu pouepuero 3™In mpu 391 xse.

AHAJIM 3 METAJIJIOB, CIJIABOB H CTAJIEH

IlepeBefienre B PACTBOP 0JIOBA, COAEPKAUIErOCHs B TEXHHUECKHX
06BEKTaX, OCYIIECTBJISIIOT PAs/HYHBIMH CNOCOGAMH B 3aBHCHMOCTH OT
NPHPOJLI AHAJTHSHPYEMOTO OGBEKTa H COCTOSHHA COMEPIKALLErocs B HEM

0J10BA.
Cranu ¥ cnJjaBbl Ha OCHOBe KeJje3a

Onpesesienye 0J10Ba B CTaJIAX M APYTHX CNJIaBaX Ha OCHOBE zkeJesa
OGLIYHO TIPOBOJSIT NOCJAE KHCJIOTHOTO PasjoXKeHHsl HaBeckH. B patote
[351] 6wuio ycranosaeno, uro npumenenne HCl u H,SO, (Bmecto
HNO,) A5l KHCJIOTHOTO PA3JIOKEHHS NPHBOJHT K HaCTHYHBIM NOTEPAM
0JIOBa 3a cyer ero yJeryuynpanusi. [Ipu s1OM npuMeHeHHe H,SO, BHI-
spiBaer Gosipmue norepH, yem HCI, Bospacraiouiue ¢ yBeqHUEHHEM Bpe-
MenH o6paGorku obpasua. [Tostomy AJsi nepeBejenns B pacTBOp Yyry-
HOB M HH3KOJIETHPOBAHHLIX XPOMOBLIX CTaJjieil, MaCCHBHPYIOMHUXCA TpPH
pacropennt B oznoit HNOy, ymorpe6asior cmech H;S0, ¢ HNO;.
Hepactsopumbie B HNO4 BHICOKOJIETHPOBAHHbBIE XPOMOBHIE CTa/IH pacT-
BOPSIIOT B pasbaBiieHHOl 11aPCKOA BOJKe. JTO COKpaulaeT BpeMs pact-
BOPEHHSl H yMeHblIaeT 10TepH 0/10Ba (IO CPaBHEHHIO C PaCTBOPEHHEM
B oxmoin HCI).

[IpH THTPUMETPHYECKOM OMNpEJeJeHHH 0JI0BAa B JKE/e3e H CTalH
aHaJH3 TNPOBOAAT CJELYIOUUM 006pasoM.

Hasecky ofpasua pasaaraor cmechio HNOg u HCIO, w ynapupaior pactpop
10 Bhiienennst asiva  HClO4. Ocajok, copepxamuit  Si0O, u WO,, oThHILTPOBbI-
BalOT, K QUALTPaTy NpPHGABSIOT H3GHITOK pacTBopa KOMIIEKCOHA 11T (nnsa macku-
pOBaHHA JKelesa M JAPYTHX KaTHOHOB) H PacTsop BeSO,. 3arem sBoasT NH,OH
Jo pH 8—9 u ocanaloT THAPOOKHCH 0/10Ba H GepHJIHST, OT/eAsIsA 0JOBO OT Melualo-
mux  saemenToB. Ocafiok OTQH/ILTPOBLIBAIOT, NPOMBIBAKT PacTBOPOM NH ,OH
(1 : 50), comepwamum kommiexcon III, pactsopsioT B H,SO, (1 : 5) u nmonydeH-
ubifi pactsop narpesaior ¢ KCIOz no Bhizesenns Gesoro jabiMa (1A paspyLIeHHs
npumeceii kommekcona 111 1 na6urka KClOg). Ocratok pacTBOpAIiOT B BOAE, NpH-
Gapasior acKopGHHOBYIO KHCIOTY [1715i BOCCTaHOBJIEHHA OCTABIUIMXCS C/EOBEIX KO-
auuecrs Fe(I11)], craupaprubiii pacTBop KoMmJIekcola 111 (B neGosbiuom H3GHITKE
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no otHowennio K oxosy) H CHyCOONH, no pH 2—3, nocne uero turpyior us-
6uitok  komnaexkcona 1II crampapTHeIM  pacTBOpOM COJIH TOPHS B NPHCYTCTBHH
KCHJIeHOJI0BOTO OpaHMKeBOTO B KauecTe HHAuKaTopa [92].

Ilpn ananu3e uyryna coocaxuenuio ososa ¢ Be(OH), moxer npes-
1IeCTBOBaTh coocaxkieHue ero ¢ MnO,, a ana oGpaTHOrO THTPOBAHHS
?sdxixma komnaekcona I11 mpu pH 2 ucnonwsyior pactBop Bi(NOg),

141.

Boictpuifi MeTon onpenesienHsi o0Ba B CTaJH TNpelycMaTpPHBaeT
pasyiozKeHHe HaBeCKH as0THOM KHCJIOTOH, COOCaKIeHHe ero C JBYOKHChIO
MapraHua, BOCCTAHOBJIEHHE OJioBa IHNO(OCHHTOM HATPHA B MPHCYTCT-
sun HgCl, u wonomerpuueckoe TutpoBanue. daements Cu, Cr, Ti,
Mo u W (npu copep:kaHHH MOCTEJIHHX TpeX B HaBecke Jio 12,5 me)
OnpejieJIieHHIO He MelIaloT; BJIHSHHe BaHAJMf YCTPAHAIOT Mepeocaxie-
HueM ¢ MnO,; BOCCTaHOBJEHHBIH MBIBAK OTAENASIOT (HIBTPOBAHHEM.
Onpenesnenne Moxer ObiTh BhINOJHEHO 3a ~0,5 yaca [198].

TutpuMeTpHyecKoe onpesesnente osoBa B (eppoBoibphpame OCHOBa-
HO Ha pacrtBopennH npobsl B cmech HNO,+HF, ocaxnenun onosa
B BHJe CyJb(HIA, BOCCTAHOBJEHHH IMHKOM H GpOMaTOMeTpHYECKOM
THTpoBaHHH. [IpH HasHYHH GOJIBIIMX KOJIHYECTB MOJIHG/eHa MpOBOLSAT
IOTIONHUTEJNBHYIO  OMNepalHio OTHeJEHHSI  O0JI0Ba COOCAaXKIEHHEM C
Al(OH), [701].

Bpomaromerpuueckoe onpejesienne 0J0Ba TNPHMEHSIOT TaKkKe NPH
anasuse deppomonnbaena [701a]. B stom ciydae cniaBisiorT HaBecKy
¢ conoft ¢ no6aekoit Na,O,, nias BhillleNa4uBalOT BOAOH, (QUIABTPYIOT,
duawsrpar noxkuensior HCI, coocaxpator onose ¢ AI(OH),, nepeocax-
nator, pactBopsitor ocanok B HCIl, BoccTaHaB/HBAIOT OJIOBO IHHKOM
H THTPYIOT pacTBopoM 6poMarta KaJHs B MPHCYTCTBHH Kpaxmana n KJ.

Ilpu ananuse craneii, cogepkamux MoJHGAEH M BaHANHM, 5 OT/E-
JIEHHSl 0JI0Ba HCMOJIb3YIOT Xpomartorpaduio ¢ obpamennoil ¢asoi. Bei-
JIeJIEHHOE OJIOBO ONpefesiioT 06paTHEIM KOMIJIEKCOHOMETPHUECKHM THT-
poBanueM pacTBopoM cos topusi npu pH 2,5 B npucyTcTBHH Keuaeno-
Boro opamxesoro [910].

Jlns ananusa HeJIerHPOBAHHLIX CTaJell H UyTYHOB NMPH HOJATOMETPH-
uecKoM omnpejesieHuu osioBa ob6pasen pacreopsitor B HCl, okucasior
H,0,, BoccTaHaBAHBAIOT OJIOBO MOPOIIKOOGPA3HBIM JKEJI€30M H THTPY-
1or noreHunoMerpuuecku pactBopoM KJO,. Ananuz Cr—Ni-cranei
NPOBOJST AHAJOTHYHO, HCMOJMb3YS HHKEJb B KauecTBe BOCCTAHOBHTE-
asi onoBa. Ilpu amannse Cr—Mo—W-crazneii 0s10Bo npeaBapHTeNbHO
oTAeasloT aucTHJAsiHel B Bume SnBr, [1144].

doromMeTpHUECKHE METOAbI OMpeNeeHHsl OJI0BA B JKejese, CTajfXx,
YyyryHe M CIJIaBaX HA OCHOBE JKejie3a HCIOJb3YIOT BechbMa IIHPOKO.

OIMH M3 BapHAHTOB TAKOTO ONpelesieHHsl MpeycMaTpHBaeT oTaee-
HHE 0J10Ba OCaXKJEHHEM CepOBONOPOJIOM B KHCJOH cpeje, 3KCTPaKIHIO
pacTBOpPOM JIHITHJAAHTHOKapOaMHuHATa AMITHJIAMMOHHSI B XJopodopme
C MOCJIeYIOIHM SKCTPAKIHOHHO-(OTOMETPHYECKHM ONpejiesieHHeM 0J10-
Ba ¢ ¢henuadayoponom (3Kcrparent — mernanzoGyruakeron) [11301].
3HauuTesbHOE YNPOIIEHHe 3TOTO MeToja JOCTHTHYTO TMpPH HCIO/b30-
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BaHHH NPeABapHTE/IbHOH 3KCTPaKuMH 0J0Ba B BHae Snl,. 3ror meron
NMPHMEHSIOT /ISl aHAJH3a JIETHPOBAHHLIX CTaJjed, 38 HCKJIIOYEHHEM cTa-
Jieit, cofiepaKalluX 3HayuTe/IbHBIE KosuuecTBa Bosbppama [1131]. Mo-
AHGAeH oTaensiercs NpH SKCTPakuuu SnJ, GeH30/0M JHIIbL YaCTHYHO
H IJ ero NoJIHOrO OTAeJeHHsi TpeGyercsi MpHMEHeHHe HHBIX MeTOJ0B
[1114]. Xopomue pesysbraThl MOTyT ObiTh NOJYYeHbl IPH HOHOOOMEH-
HOM BBIIEJIEHHH 0JI0Ba C INOCJEAYIOUIHM €ro omnpejiesieHHeM C (eHHJ-
¢ayopornom [306]. Ipu ananuse peppoBosbppama 0J0BO CHayasa OT-
Jensior coocaxjaenueM ¢ Be(OH), B npucyrerBuu komnsexkcona I11,
a 3ateM 3KcTparupyior SnJ, Gensosom, peskcrparupyior 0,8 N H,SO,
H 3aKaHUHBAIOT aHa/IH3 QOTOMETPHYECKHM OnpejeieHHeM ¢ dernidayo-
porom [645]. B cayuae deppomonnbiena 0J0BO cOOCAaXAAlOT ¢ MeTa-
cypoemsinoii kucsotoii HSbO, [4871].

B Bricokonernposanubix craasax 0,0006—0,025% Sn onpeneasiior
SKCTPAKIHOHHO-(DOTOMETPHUECKHM METOJIOM C Kéepyermunom |nocae or-
Jenexnus or Gosbmiux kosmuuects Cu, Co, Cr, Fe, Mo, Nb, Ni, Ta,
Ti, W, V, Zr u apyrux saementoB coocaxaenuem ¢ Be(OH), B npu-
cyrcTBHH Komiviekcona I11, u nocnenyioiedi skcTpakunu HOAKAA 0J10-
Ba(IV) GensonoM W3 CEpPHOKHCJIONO pacTBOpa, COJEPIKallero BHHHYIO
kucyory ] [13361.

JIns onpenenenns <<1072% Sn B uyryHe H cransx yJajsiioT Ke-
J1e30 3Kcrpakuueil 2,5 M pacrBopom TpuGyTHAdOChara B Gensose H3
10,5N HCI, nocse yero usBaekaior SnJ, ¥ 3aKanYHBaIOT OnNpejeseHHe
toromerpuuecku ¢ zemameurom [1404].

Kpome ykasaHHBIX Bhllle peareHToB NPH (OTOMETPHYECKOM OTpese-
JIEHHH 0JI0BA B KeJie3e, CTaJH H YyT'yHEe HCHOJb3YIOT NupOKamexuHoeslll

uosemosoil  [534, 6421, 3'-nupudusgpayopor [675al, cmuasbaso
4811, xakomeaun [946al, nupporudundumuoxapbamunam Hampus
(10841, aausapunossii cunuii [986a, 9901, caruyurudernamuro-2-muo-
geron  [356].

Meton noasiporpaguueckoro onpejeseHHsi 0J0Ba MeHee YYBCTBH-
TEJeH K NOMeXaM €O CTOPOHBI NMpHMecel, COepXKalluXcA B Jkesese,
CTaji, 4YyryHe H psifie (eppociyiaBoB, YeM MHOTHe (DOTOMETpHYeCKHe
merozibl. [lostomy B psije caiyuaeB Bo3amoxHO mosisiporpaguyeckoe onpe-
JieseHHe oJioBa Ges npejasapuTeabHOro ero otaesenns [641, 896, 1051,
1234]. Ecau xe oTze/ienue GbiBaeT HEOOGXOAHMO, TO €ro OOGLIYHO YAaeTcs
NPOBECTH IPOCTHIMH Crocobamu.

Ecnn anHanusupyembifi OGBEKT COJEPIKHT CBHHEL B KOJIHYECTBaX,
3Ha4YMTENbHO 6oJIee HU3KHX, YEM 0JIOBO, BO3MOXKHO MpsMOe NOJsAporpa-
¢uueckoe onpenesenne oj0Ba Ha coasiHOKHcaoM Qore [1051].

Hapecky cranu (0,5 2) pacreopsior npu Harpesanuu B 10 #26 N HCI, oxnax-
palor H pas6apasior 4,5 N HCl no 50 ma. B nonydyennom pacrsope onpejeasior
KOHIEHTPALHIO 0JI0Ba MOc/e BBeJleHHs MKeJaTHHA H yAaJleHHs KHCI0pojia mpomycka-
HHeM B TeuenHe 2—3 MHH. Bojopoaa. Hcmonb3osanue nossiporpada nepeMeHHOro
TOKa M03BOJISIET MOBLICHTE YYBCTBHTENbHOCTh aHa/MH3a (Mo CPABHEHHIO C MOCTOSHHO-
TOKOBBIM MOJISIPOrpadHYECKHM METOIOM) H YMEHBIIHTh MOMEXH CO CTOPOHBI SJeMeH-
TOB ¢ GJIH3KHMH IOTeHLHalaMH MNOJYBOJH.
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npu OJIHOBpEeMEHHOM NPHCYTCTBHH B cTa Il CBHHILA U OJIOBauaHaJIHB
MPOBOJAAT B JIBe CTAJHH: CHayasa H3MEPSIOT BLICOTY CYMMapHONH BOJIHbI
Pb--Sn(I1) B suMonnokucaom pacrsope ¢ pH 0,3—0,8 (npu E ., =
= —0,48 ¢ OTHOCHTeJBHO HACLILIIEHHOTO KaJOMEJBHOIO 3JEKTPoJa),
a 3aTeM OKHCJAIT 0JIOBO JI0 YeTHIPEXBAJeHTHOTO COCTOSTHHA (pacTBo-
pom noxa) u mossiporpagupyior TosbKo cBHHel. OJIOBO OnpefessioT
no pasuoctu [1234].

Ecnn HeT HeO6XOAHMOCTH ONpeesinTh CBHHEIl, ero NpeiBapHTeNbHO
(nepen ompenesenneM 0/10Ba) OTACASIIOT B BHAE CyJb(aTa CBHHIA CO-
ocaxnenueM ¢ cyabdarom Gapus [528, 6411].

Hasecky 0,5 2 eslesa wam craiu pactBopsior npu Harpesanun B 15 m2 HCI
(1:1), oxnaxnaior, mpubasasior 2 sa HySO, (1 : 1), 2 ma 25%-noro pactsopa
BaCl,, pas6asasmor 10 25 xa Bojofi 1 moasporpadupyidr nocie nponyckanus N.
[lponomxntenshocts anamusa ~15 mun. [528].

[lposegeno [390] cpaBenne Bo3MOKHOCTE (oroMeTpuyecKkoro
(c pearentom denunguyoporom), cnexrpansnoro (JPC-13) u passiuy-
HBIX BapHAHTOB MOJsPOrpapuyeckoro ONpejesieH|sl 0J10Ba B CIJIaBaxX
Ha JKeJIe30-HHKeJIEBOH OCHOBE NOCJie OTTOHKH (KPOME CIIEKTPaJIbHOTO Ol
peaesienus). MHHHMaibHAs KOHIEHTPAUHS 0J0Ba, OGHApyKuBaeMast
STHMH METOAaMH, TaKoBa: (oTomerpuyeckuit 2-107%, cnexrpaibHblii
1-1073, nonsiporpaduueckuit (nosnsiporpac nOCTOSIHHOTO TOKA [12-312)
1-107%, ocumanorpapuyeckuii noasporpad (OI1-2) 2-10~* u BEKTOp-
nonsiporpag 5-10-°%. Kpome Ttoro, ecsin nosisiporpaduyeckomy on-
PEJeJIeHHIO O/10BA Ha 3JEKTPOHHOM M OCIH/IJIOrPahHIECKOM N0JSpOrpa-
¢e Mewaer MOJHOGIEH, YACTHYHO MOMANAIONUIMIT B aHaJu3HpyeMblil pac-
TBOP B fpouecce OTTOHKH OJIOBa, TO MPH NPHMEHEHHH [1€PeMEHHOTOKO-
BOro noJsiporpaga (BekTop-noasporpad) sT0 BJAHSHHE OKAa3bIBACTCS
HECYIIECTBEHHBIM, TAK KaK CHTHaJ JI/1sl MOJIHO/IeHA B ThICAYY pa3 csiabee
CHIHasa JIisi PABHOH KOHUEHTpauuu osoBa. MutepecHoit ocoGeHHOCTbIO
ONpEejieJIeHHsl 0/10BA Ha BEKTOpP-mossiporpade NpH KOHIEHTPALHSAX,
G/IH3KHX K MUHHMAJIBHBEIM, BJISIETCS JIETKasi BO3MOKHOCTb YCTPAHEHHSI
NOMEX CO CTOPOHbLI CJIEJIOB CBHHIA, MNONAJAIOLIEr0 B aHAJIH3HPYEMbIil
PacTBOp B XOJe aHaJHM3a M3 MOCyABl M T. 1. Jlas 3TOro A0CTATOUHO
BBECTH B PAacTBOP JKeJaTHH, B NPHCYTCTBHH KOTOPOTO NpOLECC BOCCTa-
HOBJIEHHS CBHHLA TiepectaerT ObITb OGPATHMEIM.

HucrunnsuuonHoe ot/ies1enne 010Ba IPH aHANH3E CTAMEH H CHIABOB
Ha OCHOBE JKeJie3a C NMOCJIeYIOUHM N0JIsPOrpadHIECKHM ONpe/eseHHeM
0JI0Ba HCMOJB3YIOT Takxke B paGorax [1048a, 1144, 1180]. U3 nucrua-
JsTa ooBo coocaxpaior ¢ Al(OH), [1144].

Coocaxnenne onosa ¢ Be(OH), B npucyrerBun kommaekcona 111
(131, 523, 5241 uau ¢ MnO, [747, 946, 1017, 1048a, 1159, 1353]
O0BIHO GbIBAET J0CTATOYHO /ISt OTJEEHHS 0JI0BA OT SJIEMEHTOB, 3aTpyn-
HAIOIHX ero noJjisiporpaguyeckoe onpeenenne B xesese u peppocmnia-
Bax. Muoraa ans nonsiporpaduyeckoro onpejesieHus 0j0Ba €ro npei-
BAPHTE/ILHO COOCAMXIAIOT B BHJE CyJbduAa ¢ cyabduaamu menn [641]
uian monnGaena [818]. B nocaennem cayuae nepen nossporpadupo-
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BaHHEM MPOBOAAT OT/I/ICHHE 0JI0Ba OT MOJHG/eHA COOCAKCHHEM 0J10Ba
¢ Fe(OH),.

B craasx u uyrynax 0,001—0,25% Sn onpepedior =~ METOLOM
aTOMHO-a6cOPOUHOHHON  cneKTPohOTOMETPHH 1OC/C 3KCTPaKIHOHHOTO
OT/e/IeH sl 0JI0Ba.

1 & ofpa3ua pacTBOpsiOT B 12 xa xonn. HCl u 3 s xonu. HNOj, no6as-
nstor 5 ma  xonm. HCl n narpepaior. anee npuGasasor 2 ma HCOOH, marpe-
BAlOT JI0 NpeKpallelns BbIeNCHHA NO, u BHINapHBalOT 0 BJIAKHBIX coJsiei, KoTopble
gateM pacTsopsioT B 25 ALt pacTsopa, conepxattero 40 & acKOpGHHOBOM  KHCJOTHI
5 250 s 0,5 M HCL. Tlonyuennbiii pacTsop pasGaBAsioT Jo ~50 a2 0,5 M HCI,
NlepeHocAT B JIJHTeNLHYIO BOPOHKY, npubasasior 2,42 KSCN, BCTpAXHBAOT JI0 pa-
CTBOPEHHSI COJIH H SKCTPArpylT 0J0BO 50 M4 MeTHAH306YTHJAKETOHZ B TedyeHHe
15 cex. [l TMpOMbIBKH 3KCTPaKTa HCMOAB3YIOT 50 ma pacTBOpa, COAepIKallero
'40 2 ackopGunonoii kncaoth i 24 2 KSCN 8 500 m2 0,5 M HCI. IlpononkuTenb-
'HOCTB TIPOMBIBKH 9 muu. IlpoMbiTHIff 3KCTPAaKT YMapHBAlOT N0 7 ma, pasbas-
ASI0T MeTH/H306yTHIKeTOHOM f10 10 M2 H aHANH3HPYIOT, HCMONB3YS IJaMsl CMecH
C,H, ¢ N;O mo aHaTHTHUECKOH JHHHH Sn 224,6 un. Ha aTomHOe norjouleHHe
on0Ba HE BAHSIOT SKCTParkpylouluecs COBMECTHO C HHM Sh)' Co, Cu, Mo, Ti, V

u Zn [974].

AnasorHuHas MeTOAHKA ONpeeJeHHs OJoBa B uyryhe (a TaKxke
ANIIOMMHHEBLIX CIiaBaX H IMHKOBBIX (OPMaX Ansi JIHTbSA) MPEAycMat-
pHBaeT 3KCTPAKIHIO 0/10Ba MeTH/IH300yTHIKETOHOM H3 pacTBopa, C€O-
nepamero 3,5 M HCl u 3,5M H,SO, [271]. TTpu ananuse deppocH-
THLAS OJI0BO OMPEeNsioT 63 OT/e/IeHHs NOc/e PAaCTBOPEHHs HABECKH
B emecn HF 1 HNOq [1110]. Tlo onpenesieHHIO MAJBIX KOJHYECTB 3Je-
MEHTOB (BKJIOUasi OJIOBO) B JKejiese M CTaflH aTOMHO-a6copOIHOHHBIM
metoom mnmeercss o6zop [881].

Menp W ee CNJaBbl

PasnensHoe nocJieoBaTe/ibHOE SJIEKTPOTPEBHMETPH‘ICCKOC onpe-
nenenne Cu, Snn Zn B Gponae MOXeT GbITh BHITIOJHEHO 10 crenyomefi
METOJIHKeE.

0,5 2 GpoH3LI pacTBOPAIOT B H,SO, npu narpepatuH, pacTBop pasGapasioT BOJOR
g0 100 s2 B TNPOBOAST 3AEKTPOJHI C HCTIONB30OBAHHEM NJaTHHOBOrO Karoia NpH
40°C w manpamenun 2,0—2,2 6 (ocaxpalor menb). [locie oTjaeneHns MeH K pa-
CTBOPY, cojepKalleMy Zn u Sn, npuGasasior 1,0 2 okcanata HaTpHs H 05e
H,OH-HCl. [loGapansior NH,OH no pH 1,5 u BBHIEASIOT 0JOBO NPH 60—80°C
u nanpsxennu 3,2 B. Tlocyie oTjesients 010Ba MPOBOAAT onpenenenue uunka, Onpe-
neleHHe BCeX TPeX MeTaJlJIoB MOXKET 6uITh BHIONHeHo 3a b—O6 wac.

an KOMIJIEKCOHOMETPHYECKOM onpeneieHHu oJioBa B CIjiaBax Ha
OCHOBE MEJIM TOCJAEIHIOn MAaCcKHpYIOT THOMOYEBHHOH, YTO IO3BOJAET
IPOBOJIHTH ananus Ges npeBapHTeNbHOTO pa3)1e.nenﬂﬂ 0JIOBAa U MEJIH.

0,25 2 o6pasua pacTBOpsSOT B 3 MA KOHIL HCI B npucytereun 5—I10 kanenb
30%-noft. Hy0p, npubasasmior 0,01 M pactsop KOMILIEKCOHA 111 B wu3buTKe (Ha
10 s Sn — 8,5 ma 0,01 M pactBopa XoMIJIeKCoHa 111) u 20 M4 HACHIIEHHOTO
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pacTBopa THOMoYeBHHH, mpuGasasior 2—5 ¢ CHyCOONH, (10 pH 2) u 3 kanau
0,2%-Horo BoAHOTO PacTBOpa KCHJEHOJOBOTO OPAHIKEBOTO H OTTHTPOBBIBAIOT H3GHITOK
Komnaexcona 11T 0,01 M pacreopom Th(NOg), a0 nepexona okpackm pacteopa
u3 xeatoit B KpacHylo. Onpenenennio memaior Zr, Bi, Th, SO~ u POI™. Bauaune

Fe (I1l) ycrpanslor BBefieHHeM B THTpYeMBIif pPacTBOpP acKOPGHHOBOH KHCAOTH
[1066].

Hcnonb3opanue mpH KOMIJIEKCOHOMETPHYECKOM THTPOBAHHH PacT-
Bopa Bi(NO,), nosBoJisier npoBouTh aHANN3 H3 CePHOKHCIBIX pacrso-
poB. Tak, npx onpesie/sieniH 0/10Ba B KPEMHEMEAHBIX CIIJIaBAX MOCTYNAIOT
caenylomum obpasom [424].

Hapecky o6pasua (0,2—0,3 ) o6paGarsipator 10 ma HF, sarem OCTOPOIKHO MO
Kanasm npubasasior HNO;y (1 : 1) z0 moasoro pactsopenust npoGel i 3 ma H,S0,.
PacTBop ocTopokHo HarpeBaloT Ha Nlecuanoi GaHe X0 MOABAEHHS T'YCTHIX mapoB SOj,
OX/MaXJaloT H KOJHYECTBEHHO MePeHOCAT B KOMGY [/Isi THTPOBAHHS C IOMOLIBIO
20—25 ma 0,01 M komnaekcona I11. Crenkn KonGbl cMbIBAIOT ~25 MA BOJBI, NPH-
NHBAIOT 2,5 MA HACHIEHHOTO PAaCTBOPa THOMOYEBHHEI, 3 M 4% -Hol ackop6HHOBOH
KHCJIOTBL M 9 2 IVIHKOKOJISL NPH CHJABHOM NepememupanuH. CTeHKH KoaGbl BHOBD
06MBIBAlOT BOJOM Tak, uTOGH O6WHIT o6beM pacTBopa cocTaBasi ~150 aa. Ipu-
Gapasior 4 kanaum 0,5%-Horo BogHOro pacTBOpa KCH/EHOJOBOTO OpaHIKeBoro H
tatpytor 0,01 M pactsopom Bi(NOj); 5o M3MeHeHHs: oKpacKH pacTBopa oT emtoil
Jo Hencyesaioleif posopoil.

AmnepomeTpHyecKkoe OnpenesenHe 00BA B MeAH H GPOH3e THTPO-
BAHHEM DAaCTBOPOM METHJIEHOBOH CHHH TMPOBOJAT MOCJE OTAEJEHHS
0/70Ba OT MeaH coocaxjiennem nepsoro ¢ Fe(OH), u3 ammuaunoro
pacTBopa. Ilepe) THTpOBaHHEM OJIOBO BOCCTAHABJIMBAIOT [0 JBYXBa-
JIEHTHOTO COCTOSIHHSI CBHHIOM HJH nHHEKOM [302].

BricoKasi TOUHOCTB OnpesiesieHHs! 0JI0BA B JIATYHH MOKeT GbITh noay-
4YeHa NPH HCNOJIb30BAHHH METOJA KYJOHOMETPHH INPH KOHTPOJIHpYe-
MOM TNOTEHIIHAJIe NOCJIe OT/EJIeHHS OJIOBA B BHJIE B-OJIOBSHHON KHCJIOTHI
[1509]. Tlpumensisi 5Ty METOAMKY, CJ€LyeT, OIHAKO, YYHTHIBATb, YTO
TNOBLIIIEHHOE COJEPXKAHHME JKejie3a B JIATYHH 3aTPYAHSAET OCAM/IeHHe
P-onosinno# KHCNOTE! (cM. pasnen «['paBHMeTpHUECKHE METObIY).

Jpyrae meramibl H cnjaBbl

B MarHHeBBIX CII/IaBaX YacTO OTCYTCTBYIOT KOMMOHEHTHI, TpersT-
CTBYIOLIIHE TPaBHMETPHYECKOMY ONpee/eHHIO 0JI0Ba MOC/Ie OCAMKIeHHs!
p-onoBanHOM KHCAOTEL. [Isl anau3a TaKHX CIJIaBOB HaBECKY PacTBO-
PAIOT B a30THONH KHCJIOTE, OTQHUJIBTPOBLIBAIOT OCANOK P-0J10BSIHHOMN
KHCJI0TBI, npoMeiBaioT ero 5 %-woit HNO,, npokasnusaior u B3Ben-
Balor B BHIe SnO,[81].

YHame npr ananuse MeransioB M CIVIABOB HCMOJL3YIOT Pas/HYHbIE
BaDHAHTEl THTPHMETPHUYECKHX METOJOB.

B Tpoiturix cnsaBax  Sn, Pb u Sb onpegensior 3a 2,5 vaca HOJIOMETPHYECKHM
METONOM C HCMoJIb30BaHHeM TpeX Hapecok. Ilepsyio namecky pactsopsior B 4 N
HCIL. Tlpn stoM B pactBop nepexofsT TOMBKO OJIOBO H CBHHELL, CYpBMY OTQUALTPO-
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BHIBAIOT, NPOMBIBAIOT BOJIOM H pacTBOPAIOT B CTaHZapTHOM pacTBOpe Hoja C JnoGasie-
neM Koni. HCl 1o ee xonuentpauun 4 smoas/a. TIpu sToM cypbma pacTBopsiercs,
nepexoas B Sb(I11). MaGmrok Hoxa ortHTpopbiBaior pactBopoM NaS,0s, ompe-
JeNAg TPH 3TOM CofiepKaHHe CYPBMBl B aHaJH3upyeMoii mpoGe. Bropyio Hasecky
pacreopsior B 4 N HCI, sarem, He QTAeAAA OCANOK CYPBMH, npuGaBaAOT H3GBITOR
THTPOBAHHOTO pacTBOpa HMoja, okucimiomero Sn(Il) xo Sn(IV) n meTasmntueckylo
cypsmy — po Sb(III). OrTuTpoBEIBalOT H3OHITOK HOLA THOCYAL(pATOM HATPHA H Ha-
xonsat cymmy Sn - Sb. TpeThio HaBecky pacTBopsiorT B H3GHITKe CTaHJAapTHOro pa-
cteopa nopa B 4 N HCI, oTTHTPOBHBAIOT H3GHLITOK HOJa THOCYAL(ATOM HATpPHS H
naxopsar cymmy Sn - Pb -+ Sb. Omm6ka onpezenenns BceX Tpex Meramnos <1%
[6901].

B Gunapuom cniase Nb—Sn onpenedsior 010Bo Moc/ie pacTBOPeHHS HABECKH,
conepxameft 5—30 m2 Sn, B cmecu HF + HNO;, ymapusaior ¢ HySO,, BBOAST
HCl n HBF,, BoCCTaHaBJIMBAlOT XKeJe30M B NPHCYTCTBHH TPaHYJIHPOBAHHOH CYPBMBbI
B aTMochepe CO,, oxnaxpaior fo 10—15°C u tutpyior 0,01 N pacteopom HojaTe
HOJHAA B TpHCYTCTBHH Kpaxmana [601].

Psii METOJHK THTPHMETPHYECKOTO OTPeJIeJIeHHsI 0J10Ba B Pas/IHYHbIX
06BeKTaX TpPHBEJEH B pasjese «THTPHMETPHYECKHE METOMbI».

B 1mipKajoe 0JI0BO ONPEJEJSIOT KYJIOHOMETPH4ECKHM THTPOBAHHEM
37eKTpOreHepupoBaHHLIM Hosom [783 ).

+0,1 2 cnnapa pactsopsor B 6 N HCI, k kotopoit joGapasior Hemuoro HF,
pacTBOp NepeHOCAT B PEAYKTOP, 3anoJHeHHBIH CYpPEMOH, H BOCCTaHABJHBAIOT OJOBO,
Harpepasi PeAyKTOp A0 TeMnepaTyphl KHTIeHHs pacTBopa. PelyKTop CoeaHHSIOT ¢
suelikolt A5 KYJOHOMETPHYECKOTO THTPOBAHHS, H3 KOTOPOH BO3NYX MpejiBapHTeb-
1o ButecHsaior Tokom CO,. Ilpn onpejesenny oJ0Ba NPHMEHSIOT PacTBOP HHEPTHOTO
snekTponuta, cozepkamuii 50 sma 6 N HCl u 5x2 1 N KJ (anopuass xamepa) H
6 N HCI (xatonsas kamepa). BoccTaHoBAeHEBIH aHaH3HPYeMBIl pacTBOP NMepeBOAAT
B suefiKy, NpOMHBAlOT peAyKTop chauana 6 N, a sarem 8 N HCI, npucoexussior
NpPOMBIBHbIE PAacTBOPH K aHaJH3HPYEMOMY, H NPOBOJAT KYJOHOMETpHYeCKoe THTPO-
BaHHe, TeHePHPYS HOJ Ha TIaTHHOBOM 3JeKTpoje.

ConepikaHue 0J10Ba B HHKe/Je BBICOKOH YHCTOTHI (HOTOMETPHYECKHM
MeTONOM ¢ (eHuapayopoHOM YCTAHABJHBAIOT MOC/AE 3KCTPAKIIHOHHOrO
BLIjIe/IEHHS 0/10Ba.

| 2 meTaaanveckoro Hukenas (npu cogepxanuu 0,001—0,005% Sn) pacreopsior
B HNOj;, pacrBop BHMapHBalOT JIO BAAKHBIX coJiell, HarpepalOT Ha necuaHoil GaHe
u ocrarok pactsopsiior B HCI (1 : 1). Oxaaxaennslit pactsop BCTPAXHBAIOT 2 pasa
no 5 mMun. ¢ 25 ma 10%-noro pacteopa N-naypuATpHaJKHIMeTHAaMHHA (amOepJuT
LA-2) B Kcuaone, 3kcTpakThl oGbeaunsior, npombiBaior HCI (1 : 1) u 3atem onoso
pesxcrparupyior 0,5 N HNOj. PeskCTpakT NpoMbiBalOT KCHJIOJOM, K BOAHOH dase
npuGasasior H, SO u Binapusaior jocyxa. [locae paspymwenns clie/loB OpraHHYeCKHX
pemecte cmeckio H,SO, u H,0, ocratok pacreopsior B 2 N H,SO,, pactsop
pefirpasmaylor NH,OH no pH 5, npuausaior 1 ma 1%-Horo pactsopa rymmnapa-
6uka, | ma 10%-noii Bunmofi kucaore, 1,6 ma HySO,4 (1:1), 10 a2 pacteopa
dennnduiyopona B metatose (50 mz pearenta u | ma xonu. HCI B 500 ma mera-
HoJla), pas6asasior Bojoii o 50 ma u yepes 30 MHH. H3MePSIOT ONTHYECKYIO MJOT-
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HOCTh pactBopa npu 530 #m. Pactop cpasuenus 1

poBOAAT uepes Bce onepammu
aHanuza [993].

Orronky SnBr, ¢ MOCAEYIOLHM NOAsiporpadHyecKHM onpesesennem
0/10BA PEKOMEHAYIOT /5 aHaJAH3a CaMblX pasHoo6pa3HbiX 06LEKTOB
[1048a]: Nb, Ta, Ti, W, Zr u ux ¢eppocnnapos; Cu, Ni, Zn, Pb u ux
cnnaBoB M Al. Jluteparypa no Wcnosb3oBanmio noJisiporpacduueckoro
METOAA L/l ONpPENEJICHHS 0JI0BA B DA3JIHUHBIX OOBEKTaX npHBejieHa
B paspene «llonsporpapuueckuit meTos.

Ilpu onpenenennn onosa B NPHCYTCTEHH OpPraHWYeCKHX BellecTB
NOCJIEAHHE TIPEABaPHTEILHO Pa3pYINAOT «MOKPBLIM» CIOCOGOM — Harpe-
BAHMEM CO CMECBI0 KOHLEHTPHDPOBAHHBIX CEPHOH H COJISHOI KHCJIOT
u 30%-roit H,0, [999]. Ananus 3aBEPIIAIOT KOMILIEKCOHOMETpHYe-
CKHM MeTOZ0M. (JIOBO B OJIOBOOPTaHHYECKHX BEIECTBAX MOMKET GhiTh

ONpEJeJIEHO TaKke (€3 npeiBapHTeJbHOI MHHEpaJIM3alHH MOCJIEIHHX
1389].

B koxn6y co koM emroctsio 250 ma, COEJHHEHHYIO C OGPAaTHEIM XOJOJHIL-
HHKOM H cofepautyio 50—100 #a MeTHASTHAKeTOHa, MoMellaioT HaBeCKy aHaJIH3M-
pyemoro Beilectsa (10—20 w2 Sn). Iocre pacTBopenns Hapeckn NpPHIHBAOT | Ma
KoHI. H,S0,, wuaburok 0,025 M PactBopa kommaekcoda III w kunsrsar cofep-
XKHMoe Koa6el 3—5 muH. 3aTem KOAGY OXMaMAaloT, NPHAHBAIT 50 sa aMMOHHIHO-
auetarkoii GydepHoit cmecn ¢ pH 5, npubasasior 50 M2 cMecH KCHJEHOJ0BOro opaH-
#eporo ¢ NaCl (1 : 100) u tutpyior 0,025 M pacteopom SnSO,.

Jluteparypa no onpenenennio 0s0Ba B Gombiionm YHcae 00BEeKTOB
$u3HYECKHMH M (PH3HKO-XHMHYECKHMH MeTo1aMu NPHBEIEHA B COOT-
BETCTBYIOIHX pasjiesax.

®A30BbIA AHAJNIM3 PYA H COEAMHEHHA OJIOBA

Konuvecrsennoe onpesenenne COZIEPIKAHHS PA3JIHYHLIX COEIHHEHUR
0/10Ba NpPH HX COBMECTHOM NPHCYTCTBHH B AHAJIH3HPYEMOM 06BeKTe
MPOBOAAT METOZOM (ha30BOr0 aHa/IH3a B Pa3HbIX BAPHAHTAX.

Ilpu awanuse cmecu, cogepxameii Sn, SnO u SnO,, pacrsopenue
npo6el B kouu. HCI u o6paborka XJIOPOM He JIaI0T IOCTATOYHO HAJexK-
HEIX DE3YJIbTATOB, TAK KaK BOJAOPOJ, obpasyiomuiicss B pesyJibTare B3a-
HMOJIEHCTBHSA OJIOBA C COJISIHOH KHCJIOTOM, B MOMEHT BRIJIEJIEHUS] BOCCTa-
HABJIHBAET He T0JIbKO SnO, Ho 1 SnO,. X,10p Pearupyer He TOJIBKO C 0J10-
BOM, HO H ¢ SnO. Jlyymue pesyabTaThr MOTYT OHITh MOJIy4YeHH NMPH
B3aHMOJEHCTBHH 0JI0Ba C PacTBOpPOM Gpoma B xsopogopme npu 50—
60°C. O6pasyowniics 6pomua  onosa(IV) pacteopsiercst, a SnO u
Sn0,, npakThueckn me Pearupyolue ¢ 6pOMOM B yKa3aHHBIX yCJIO-
BHAX, ocraioTest B ocaake. Ilanbuefiee ux pasgesense MOxker GhITh
ocyllecTBaeHo obpaborkoi 18 %-noit HCl [94].

Hnoii Bapuant GasoBoro anasiusa cwmecw, cojepxaueir Sn, SnQ
u SnO,, npenycMaTpuBaer B3anMoneficTBHe 0Jl0Ba B TeyeHue 1—4 yac,

C HEHTPAJIbHBIM DAacTBOPOM Feo(SO,); npu 20°C s atmoctepe CO,
No peakuun: Sn-4Fed+=— Spt+ | 4Fe+
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Iost onpejenenns Metatauyeckoto ososa pactsop Fe(ll), orduanrpopannsi
oT ocajka, cogepxaiiero SnO u SnO,, trpyior KMnO, B npucyrersun HzPO,
(man K,CryO; B npucyrersun audennnamuia [1403]), nepecudThiBalOT pesynbTathi
THTPOBaHHs1 Ha ojoBo. Ocanok Ha ¢uabrpe obpaGathiBator Temmoit HCl, mepesons
B pacreop SnO. Ocrawomytocs Ha ¢uasrpe SnO, npokaausator npu 950—1100°C
u pspemnBaloT [94]. Okuck o/n0Ba NMePeBOAAT B pacTBOp TAKKE HATPeBAHHEM
ocajka Ha BojsmHol Gane B TeuenHe | waca ¢ 4%-nbim pactsopo™ HyCy0y, comep-
wamnm 4% (NH,),Cy04. H3 nonyuensoro ¢uabrpata ofioBo 3ateM MomeT GbiTh
BBIJIEIEHO 3/1eKTDOIH30M [919].

JIna pacTBOPEeHHSI METANJIHYECKOIO OJIOBA B NPHCYTCTBUH €ro OKHC-
JIOB MOXHO BOCIO/Ib30BAaThCsl BHHHOKHCJIBIM PacTBOPOM XJIOPHJA MeJu
[677]. 3arem uspnekaior SnO CepHOKHCJBIM PacTBOpPoM (ropHia Ka-
ausi. Ocratok mpeacrasisier coGoit cmech SnO, H NPOMEXKYTOYHOTO
OKHCJIa 0J10Ba, 06pasylollerocsi npu AMCNponopuuonuposanux SnO.
Orpnenenne 310ro rnpoMexyroyHoro okucaa or SnO, jocruraercs o6-
pa6orkoil kouu. HCl npu marpeBanud B TeueHHe 5 MHH.

Onpenenenne cymmbl Sn -+ SnO B rtexuuueckom SnQ, npoBogsT
nocJsie nepesejiennsl X B pacTBop o6paborkoit npobul npu 75° C cMecbio
KClO4 u 6N HCI [97]. JIByoKuch 0/10Ba IPH 3TOM HE pacTBOPsETcs.

Ilpu aHajH3e OKHC/EHHOTO CTAaHHHHA NPOBOJST PasjielibHOE ONpeje-
JIEHHe PacTBOPHMOTO 0JloBa [mepexoisilero B pacTBOp NMpH KHISTYEHHH
¢ HySO, (1:3)] 1 kaccutepura B ocTaTKe Moc/e H3BJEUeHHS PacTBOPH-
Moro osioBa. Ilaisi 9700 OCTaTOK mpeaBapuTesibHO crvaBagior ¢ NaOH
H MeTajJiM4eckuM uuHkoM [608].

Cynbouanoe 070BO B pyJax H NPOAYKTaX oGOralleHHs Onpeiensor
nocpesicTBoM 00paGOTKH OJIOBSAHHOH PYIBl XJIOPOM HJiH GPOMOM, PacTBo-
PeHHBIMH B 4eThipexXJIopucToM yryepoze. HeGoablioe KomnuecTBo sJe-
MeHTHOH cepbl, no6aBasiemoil kK CCl,, yckopsier B3auMojeficTBHe ¢ XJI0-
poM Hiii GpoMoM 1 ofecrieyuBaeT NpakTHYECKH [I0JIHOE H3BJIEYEeHHE 010
Ba, CBSI3aHHOTO €O cTaHHHHOM [178].

K 0,5—2 2 xopowo usmenbueHHoit pyabl goGasisior 1 e S, 26 ma CCly,
10 ma Br, u nepemewmmnsator 2,5 yaca (Ges HarpepaHus), nocjae 4Yero GUJALTPYIOT
yepes cyxoit ¢uabTp, npomeiBalor Heckonbko pas CCly M pesKcTparupylor ososo
u3 cios CCl, B tevenne 30 MuH. [BeTpAXuBaloT ¢ paBHHIM o6bemoM HoSO, (1: 1)].
OcraToKk Ha (PUABTPe HCNOJB3YIOT IS ONpejeleHHs OKHCJIEHHOTO 0J10BA.

{ Cnoco6nl paspenenus SnS, SnS, u ornenennsi SnS, or KHHOBapu
pac cmotpensl B [203].

OJsi0BO, cojep:kalleecsi B OJIOBSHHBIX pyJaX B BHJAe CTaHHHHA
(Cu,FeSnS,), pasnHyHbIX OKHCJIEHHBIX KOJVIOHAHBIX OpPM M KacchTe-
pHTa MOXKHO OnpeAeanThb pasaeabno [105]. s storo nepeBojsT B pacr-
BOP OJIOBO CTAHHHHA H OKHCJIEHHBIX KOJIJIOHAHBIX (DOPM KHISYEHHEM
npobbl B TeyeHHe HecKOJbKHX MHHYT ¢ Koui. HCl npu poGasiennu
KCIOg (n11 okuenenus cyab(GuaoB) H noj Konel, — 3-KpaTHoro o6nema
koni. HNO,. Kaccureputsoe 0/10Bo ocraercsi B HEpacTBOPHMOM oCTar-
Ke. OJ10BO CTAHHHHA HAXOAAT MO PA3HOCTH MEXJY KOJHYECTBOM 0JI0Ba ,
nepelefiiiM B PACTBOP MOCJE ONMHCAHHON Bhie 00paGOTKH, U KOJIH-
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YecTBOM 0J10Ba, pactBopsiowerocsi npu kunaueuud ¢ 10%-apM pacr-
sopom NaOH, cozepxamnm 1% xomnaekcona I11.

MPazoBplil aHaJIH3 OJIOBAHHBIX PYJA MOMeT ObITb BLINOJHEH H3 ABYX
HaBecOK cJaeaywlomumM obpasom [233].

Hapecky 0,5—1,0 2 pyant o6paGaTeiBalor B TedeHHe | yaca cmechio, cofepia-
weit 1—2 ma Bry, 5 M2 CCly u go 50 ma srasona, ordHALTPOBHIBAKT OCANOK,
npombiBalotr 10 ma stanona u Bojoll. PUALTPAT YNapHBAOT N0 yAadeHHA Goablued
gacth Bry u ocampuaior onoso, go6asass NH,OH, u onpeseasior onoso craunmna.
CymmMapHoe cojlepaHHe 0J10Ba B BHJe THJAPATOB H CTAHHHHA HaXOAAT B (HUALTpaTe
nocie o6paGoTki BTopoii HaBecKH Koull. HoSO4 B Teuenne | uaca npu temneparype,
GAH3KOM K TeMIepaType KHIEHHA PacTBOpa, 0XJaxAaloT, pa3baBasioT Boaoll H PuAbLT-
pylor. B HepacTBopHMOM OCTaTKe COAEPAKHTCS KacCHTEPHT.

Ipu ¢daszosom ananuse OJIOBAHHBIX LLIAKOB OT/IE/eHHEe MeTaJiHye-
CKOTO M CYJb(HAHOrO 0J10Ba (COBMECTHO) OT OKHCJIEHHOIO JOCTHIraeTcs
XJIOpHPOBaHHEM 11aKa rasoobpasusiM xJjopoM npu 100—110°C [573].

Jlas onpenenenns BraovenHi SnO, B MEHBIX CrsIaBax NpH pasnoxe-
HHH HaBeCKH HMCNoJb3yloT 06paboTKy pacTBOpoM GpoMa B METHJIOBOM
cnupre npu 60—65°C uau cmecsimu 80 ma 6N HCI 4 5 ma xomu.
HNO, 1 80 s2 6N HCI + 30 %-nbiit pactsop H,0, [598].

@a3oBbiff aHAJIN3 IIHHKOBBIX KOHLEHTPAaTOB H NPOAYKTOB HX mnepe-
paGoTKH 1A onpeeJieHns colepKanHus PasTHUYHLIX COelHHeHHil o/10Ba
MPOBOAAT 1O NpPHBEAEHHON HHxe Meronmke [574].

Ipu conepxannn B o6pasue Gosee 2% MeTaJHYECKOro 0JI0Ba X0
aHaJ/IM3a CJeyIolLHi.

0,5—1,0 2 o6pasua oGpaGatsiBator 50 ma 5%-noro pacrsopa CuCl,, cogepxa-
wero 1,7% BHHHOM KHCJAOTH, NPH HeNPePHIBHOM NepeMelIHBaHHH B Tedenne 30 MHH.
DuasTpyIoT Yepes GuALTPOGYMaKHYIO Macey, 0cafoK npombisalor 5—6 pa3s 1,7% -nbim
pacTBOpPOM BHHHOM KHCJAOTH, 2—3 pasa Bojoft H COXpaHAIOT ero AMA jAaibHefillero
anannsa. [lepewesiee B pacTBOp MeTalJHYeCKOe OJIOBO COJAEPIKHTCA B (HJABTparte.
Ero onpeensior MoJOMETpPHYECKHM MOC/AEe OTAe]eHHS OT MellaiouiX S/JeMeHTOB.
B ocajke onpefeasior cyMMy CHJIHKaTa H 3akucH osioBa. J1as storo ero o6paGathiBaior
50 ma 0,7%-noro pacrsopa KF B 0,5%-noit HySO, npu nepememinBaHHH B Tede-
nue 30 mun. B pesyasrate Takoit o6paGotku B pacteop nepexomut 100% cuaukara
n 66% 3akucH osoBa, KoOTOpbie ONpPefeAlOT HOAOMETPHYECKH mocie (QHALTPOBa-
HHA W 5—6-kpaTHoil npoMBIBKH ocagKa pactsopoM, cojepxamum 0,7% KF B
0,5%-noii H,SO,. B ocrarke ompeaeasior cyasduanoe onoso. Cyaspuanoe o080
nepesofaT B pactBop BbilenaunBanuem 40 ma xonu. HCl npu xunaveHnunn B re-
yenne 30 muH. [Tocae pasGapienus paBHEM oGbeMoM ropsveil Boas!, QUALTPOBaHHS,
2—3-kpathofi npombiBku ropsiweii HCI (1 : 1) (npu QuasTpoanwn H npoMbiBKe
OCTaTOK He NepeBoAAT Ha QuAbTP) octaTok B KoaGe sanmpaior 30 ma xoun. HCI
H kunatar 30 muu. [anee pa3Gasasior BABOe BOJOM H MOCTYNAIOT Tak Xe, Kak
u mocae nepsoit o6paborku HCl. Bumenaunpanne kouu. HCl mposoast ewe pas.
OcratoK, coaepauiuii KacCHTEPUT, COXPAHAIOT JUIA JajbHefinero aHanusa, a K pa-
crBopy aoGasasiot 10 sa koun. HNOg, 15 a2 HySO4 (1: 1), a sarem onpeneasior
0/10BO, KaK H B mpeabiylux caydasx. ON0BO KaccHTepHTa HAXOMAT B MOC/AefHeM
ocratke. B caywae anannsa matepuasios, cofiepamux <<2% MeTannnvecKoro o/osa,
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nocle onpefjeAeHRAA TnNOCAegHero no npnmelmoﬁ Bhillle MeTOJHKe MocAenyiOlUlHe
BLILETAYHBAHHA NPOBOJAT KamJoe H3 OTNeNIbHON HaBeCKH.

IMpennoxen mpocToft H AOCTATOYHO YYBCTBHTEIbHEIA METON Ompeje-
JeHHA 0JI0Ba KAaCCHTEpPHTa B CBOGOMHOM COCTOSIHHH H JBYOKHCH 0J10Ba
Sn0,, BKIIOYEHHO! B KPHCTANIHYECKYIO PELIETKY CHJIHKATOB, a TaKxke
0JI0BA, CONEPIKALIErocsi B KPHCTAIIHUECKOIl pelleTke CHIAHKATHBIX Top-
HeIX nopox [652].

Ipu onpejeneHuH o0/70Ba (He KACCHTEPHTHOTO) MNOPOAY PasnaralorT CMechio
40%-uot HF + 65%-not HNO, (2 : 1), mepesoaar Sn B SnJ, ¢ momomsio HJ,
sxcrparupylor SnJ , GensonoM, peskcrparupyior 0,25 M pactsopom HyaSO4 u ompe-
AeASIOT 0A0BO criekTpodoToMeTpHUeckH ¢ (ennadayoporom. Obulee cofepianie
Sn0, onpeeasior nocae KuCAOTHOM 06paGoTKH B OTAAbHOM NpoGe, A1 STOTO CNAaB-
Aniot ee npr 480°C ¢ NH (J u pactsopsior octatok B 2,5M HCl. Hs pacteopa nspie-
xaioT onoeo B suge SnlJ g Gensonom m onpepeasor Goromerpuueck ¢ Gernaduryopo-
wom. [11s onperenenns csoGogHoro kKaccutepura cnaasienne ¢ NHJ nposoast Ges
npeaBapuTeabHoR KucaoTHoH o6patotku. IIpM STOM KacCHTEPHT, BKJIOYEHHHH B
KPHCTANARYECKYIO PeWleTKY cHAHKatos, e Baaumofeficrayer ¢ NH,J.

Onpejienieniie B Orapkax (0T XJOpHPYOmero o6xHra) XJOpHIOB
0J10Ba, METAJJIHUECKOrO 0JI0BA, CMECH 3aKHCh - CHJIMKAT 0JI0Ba H Kac-
cuteputa cM. [575].

OnpegesenHe MeTaJHYeCKOrO 0JI0Ba B MPHCYTCTBHH €ro OKHCJIOB
NPOBOJAAT XOJOAHLIM OKHCJEHHEM C HCNOJb30BaHHEM O6pa3oBaHHA
amanbraM. [1po6y CMELIHBAIOT € PTYTHIO H BOJIOH H BCTPSIXHBAIOT CMeCh
C H3BECTHBIM KoJiHuecTBoM Kucaopoja. Ilo pacxony Kucsopoja moien-
IIero Ha OKHC/JEeHHe 0J10Ba (aMaJibIraMHPOBaHHe KaTaJu3HpyeT 3TOT npo-
ecc), PACCYHTHIBAIOT cojepikanHe Meraiana B mpoGe. Ilpu naBecke
0,05 2, KOMHATHOII TeMneparype H aTMOC(epHOM JlaBJ€HHH aHAJIH3 3a-
sepmaercs yepes 50 mun. [960].

C neneio KOJNHYECTBEHHOTO ONpeAeJeHHs COJepIKAHHS OTAEJbHBIX
MHHEpPA/NOB B KOMILIEKCHBIX BOJb(PAMO-0JIOBAHHO-HHOGO-TaHTAIOBBIX
pylax, a Takme A YCTAHOBJIEHHsI (OPMbI HAXOMJEHHH 3JEMEHTOB-
npHMeceli B MHHEPAIaX COYETAIOT MHHEPAJOTHYECKHe METOIbl ¢ H3GH-
paTeJbHBIM pacTBOpenHeM MuHepasos [185].

7 B. B. Coxsaxosexuft



I'aaea VI

ONPEAEJIEHUE NPUMECEH B 0OJIOBE
H HEKOTOPbIX OBBEKTAX
C BBICOKUM CO}IEP)KAHH!EM 0JIOBA

Ilas onpenesenns npumeceii B osioBe u Pa3vinyHLIX 06BEeKTax, co-
Aepaunx GosibIIne KOJHUYECTBA 0JI0Ba, HCMONB3YIOT H3HYecKue, ¢u-
SHKO-XHMHYECKHE M XMMHUYeCKHe MeTofbl [617]. BriGop Toro uam unoro
METO/la aHa/M3a 3aBHCHT OT ONpeJe/IsieMBIX 3JEMEHTOB, HX KOHLleHTpa-
UHH, TPeGOBaHH K TOMHOCTH H SKCNPECCHOCTH aHaJii3a, HaJIHuYHs
COOTBETCTBYIOULEH ammapatyphl.

PU3HYECKHE METOJbI

Ipu ananuse osioBa Ha npumecs NPHMEHSIOT CNeKTPaJbHLIH, pajuo-
aKTHBAlHOHHbIN, Macc-CNeKTPaJbHbIi, PEHTTEHOCNEKTPaJbHBEH H He-
KOTOpLIE JpyrHeé (H3HYecKHe MeTonnl ananusa. B psige CIyYyaeB 5TH
METO/Ibl TIO3BOJISIIOT COYETATh BLICOKYIO YYBCTBHTENBHOCTh C JOCTATOU-
HOH 5KCIPeCCHOCTBIO aHaJ/IH3a, a TaKkKe NPOBOANTh ONHOBPEMEHHOE Of-
penenenne GOABIIOTO YHC/Ia MpHMece:l.

CnekTpanbubiii MeTox

CnekTpasbubiit anajns Hamen [IPHMEHEHHE NPH ONpeleJieHHH MHe-
THX NpHMeceil B 0J0BE H 06LEKTAX C BBLICOKHM €ro coziepkanuem [339,
428, 483, 563, 600, 617, 619, 632, 634, 1065, 1375].

[ToBbimenne uyBcTBHTENBHOCTH CMeKTPaJbHOIO OMpEAECHH s Sb
(0 5-10=°%); Bi, Zn u TI (zo 1-107%%); Cu (10 5-10~°%); Ag u Pb
(10 2-10-%%) B os0Be GbLTO AOCTHIHYTO NPH HCNOB30BAHHH AyTH MO-
CTOAHHOTO TOKA B KOHTPOJIHpYemoi#i atmocgepe (Ar, O,, CO,) [1522].

Huisi onpenenenus npumeceii B osiose 1 HEKOTOPBIX €ro COeIUHEeHH X
MPUMEHAIOT NPEIBAPHTENBHYIO XHMHUYECKYIO 06paGoTKy aHajau3upye-
MbIX o6bexToB [173, 260, 339, 483, 563].

Ilocae neperenenns Sn B SnO, (06paGotkoii HNOyg, ynapusanuewm pa-
CTBOpd H npoKaauBaunem ocratka npu 800°C), emewmnBanus ¢ YTOJIbHBIM
NOPOLIKOM U ()paKLUHOHHOTO CKHIaHHS B IyTe NOCTOSHHOTO TOKA (220 8,
10a) nosyuena wyBcTBHTENBHOCTD onpenesieHHst Mmaruusa (279,55 wm)
5-107%%, kanbuus (422,67 wm) 8- 10=%%, xkpemuust (288,15 um)
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1-107%, amomunus (308, 21 wm) 5-10~4 %, menesa (302,01 mm)
8:10~*% n menn (324, 75 um) 5-10-59%. Cnexrporpad MUCI1-28 [563 1.
Psan meroauk cnekrpasbhoro amanusa KacCHTEPHTAa TNpPH ONpeJieJeHHH
B nem 0,03—1,0% Nb, 0,05—2,0% Ta, 0,001—0,5 % Y, 0,01—0,5%
La, 0,003—0,1% Se, 0,0005—0,1% Ga u 0,001—0,1% In, a Takke
Nopo1006pasyiomux KOMnonentos (SiO,, Al,0,, Fe,0,4, TiO,, MnO,
CaO, MgO) npusenens B [483]. Konnentpuposanue Nb u Ta ocaxe-
HHEM C OTNEJNEHHEM OT MaKPOKOJHMYECTB 0/0BAa JMsi MOCIENYIOLIEro
CleKTpanbHOro omnpexesenus cm. [173].

Jla1st onpenenenns WHANA W TePMAHKA B OOBE HCTIOB3YIOT PAcTBOP
aHaJH3HpyeMoro o6pasiia, BBOJAHMEI € NOMOLIbIO ¢uabryparopa B pas-
PANL Ayru nepemenHoro Toka [260]. Ilpu perucrpanum CreKTpa
Ha cnektporpape HCI1-28 (skcnosuumns 2 muu., cuaa Toka 3 a, mu-
puHa menn 0,012 mm) H H3MEPEHHH aHANHTHUECKHX nap Jueui In
(410,18 wm) — Sn (380,10 w#) u Ge (265,12 nm) — Sn (270,65 xm)
UYBCTBHTEJIbHOCTb ~ ONpEJCJIEHHS]  HHIMS M TePMaHHsi COCTARJISET
1 mre/sa.

BhICOKYIO uyBCTBHTENBHOCTH €NEKTPAanbHOTO aHANH3a OM0BA HA
TPHMECH TNOJIYHAIOT NPH passiokeHHH GOJBIIOH HAaBeCKH 0Ji0Ba (30
5 2) xa10poM i 6poMoM B niprcyTerBri CCl 4» CTIOCJIELYIONIEH OTTOHKOM
06pa3oBaBLIerocss raJoreHna onoBa(1V), kourienTpupoBanuem npu-
Meceii Ha YTOJbHOM MOPOUIKE H HCNapeHHeM HX B Ayre MnocTosHHOIO
T0Ka (cnektporpad MCIT-28) [339, 618, 619].

+1=5 2 Sn nomewmator B Kpapueswi cTakaH, 'BBOAAT 20—50 M2 yroabHoro mo-
pouka *(comepxamero 4% NaCl), 1—2 ma CCly u 2—8 ma Br, (mopunsmMa  no
0,5 ma). Pasnoxenne npo6bi sasepmraercs 3a 15—40 mmH., nocle vero oTromsioT
u36uToK Bry, CCly u SnBry, ‘*nocremenro mopuimas Temneparypy o 180—200°C,
¥ToNBHE MOPOLIOK ¢ KOHIEHTPHPOBAHHBIMK HaHeM NPHMECAMH NOMeIaloT B KpaTep
rpatduToBoOro anexktposaa (awox), AuaMerpoMm 4 mMm n rayGunoft 3 mum. Bepxumii
SAEKTPOJ 3aTaYMBAIOT Ha KOHYC. DMEKTPObl NPeABAPHTENLHO OGKHTAIOT B Jyre mo
CTosiHHOTO ToKa (15a) B Teuenue 10 cexk. CnexkTpu BoaGymnaioT mpu Toke 102
B TeverHe 30 ceK. W perucTpHpylor Ha cnexktporpade HCIT-28. B o6aacru 200—
260 Hu ucnonw3ylor naactuEkn YP-1, prime 260 ay — NAAacTHHKH THNa 1 (2—4 equ-
uuubl FOCT ceetouysctsurensuocty). Nas NOCTPOeHHs KaAuGPOBOYHON KPHBOII 5Taso-
Hbl TOTOBAT BhiNapHBaHHEM PAaCTBOPOB XJIOPHAOB H HHTPATOB METAMIOB Ha YIOMBHOM
nopouike ¢ 4% NaCl. Kaan6posounsie rpadukH ¥ cTposAT B KoopamHaTax S—
Ig C, rie S — nouephenue JHHHK, C — KOHIEHTPalHs SaeMenTa.

Ilpn ucxonmoit napecke 2 2 YYECTEHTeJIbHOCTD ONpejiesleHHsi paBHa
3-1078% Ag; 1-10-7% Mn, Cu; 3-10-79% Ni, Pb, Cd, Bi, Au;
1.10-*% Mg, Cr, T1, Co, Mo; 3-10-%% Al, Fe, Zn; 3-10-5% Ca,
W, Ta. Kos¢dunnent papuaunn 40—609% s Mg, Al, Ca, Fe, a gas
OcTaJbHEIX MeTansoB 30—40% [339].

Pannoakrusaumnonnbiii Meton

PannoakTHRauHoHELI METOJL NOSECJISIET POEOAKTD ONpeJiesieHHe ps-

Aa MHKpPO- ¥ cyOMHKPONpHMECEl B OJICFe ¥ HEKOTOPHIX OJIOEOCOAEPKa-
INHX oO6nLeKTax.
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OnpejesieHHe MHOTHX MHKPOIIPHMeCEH B BHICOKOYHCTOM MeTaJiHye-
CKOM 0/10Bé MOXKeT OblTb BBLIIOJIHEHO MO CJIEAYIOWEeH MEeTOXHKE.

0,1—1,0 2 Sn o6ny4alOT B MOTOKe TEM/JOBbLIX HENTPOHOB, PacTBOPAIOT B CMecH
H,S0, u HNO,, npu6apasior 10 #e Au (HocHTesqb) H oTroHAIOT GpoMeaW Sn, As,
Sb u Se B Toxe CO, mpu 200—220°C. B ocraTke y-CHeKTPOMEeTPHUECKH Onpejes sioT
15 3neMenTOB-NIpHMeceii; MbILIBAK H CeJieH OCAXKAAIOT H3 JHCTHIJNATA B BHIAE CYJb-
¢H0B, a CypbMY B BHJe MeTa/ll1a (AeficTBHEM MOpOIIKa Kenesa). OnpefenedHe Bbi-
JeJIeHHBIX SAeMeHTOB 3aBepIaloT TaKikKe Y-cleKTpoMerpHueckn [l1141].

Wupuit v Maprasen B oJ1oBe onpejessiior nocae o6aydeHus npoGhl
TenJoBLIMH HefiTpoHaMu. [1po6y pacrsopsior B HF + H,0, u naa or-
JeJIeHHsl OT 0JI0Ba NPOMYCKAIOT Yepe3 aHHOHHT jayskc-1X8 B F-gop-
Me. dmoupyior In u Mn 5M pacreopom HF. Bes oraenenus ot osoBa
3TH 3JeMeHTHl MOI'yT OhIThb ONpejeteHbl Mo HX y-nukam (Y¢mIn
H %*Mn—1293,4 u 846,8 K3B COOTBETCTBEHHO) C HCII0Jb30BAHHEM CBHH-
LOBOTO (pUIbTPA (TOMLLHHON 5 M) JJIS TIOTJIOEHH S Y-H3JyueHus 1287 Sn
(332 ks8) u 123mSn (160 x38). UyscrButesbHoCTb Onpenenenus 10°%
Mn u 10-7% In [1141, 1142].

Copepxanue 2-1075% Sb B 0/10Be ¢ OTHOCHTE/IbHBIM CTAHIAPTHBIM
oTk/aoHenHeM 1,2 % onpefensiior nocpescTBOM aKTHBALHH TEIJIOBBIMH
HeHTpOHAMH 110 pajuousotony '#*Sb ¢ nepuogom nosypacnazna 60,9 cy-
TOK. B KauecTBe BHYTPEHHEro CTaHiapra HCMOJb3yIOT H3oton 128Sh
(T =2,81 ropa), obpasywomuiics 1no siiepHoii peakuuu '#Sn (n,
¥, B)1°Sb.

~60 mz npo6ui u 100 m2 cranpapraoit cMecH Sb u Sn nomeinalor B aJMOMHHHe-
BYKO KalcyAy H oO/lyyaloT B sllepHOM peakTope C IMOTOKOM TeMJIOBHX HeATPOHOB
2,0-10%® medmpon/cn®-cex B Teuenne 180 wac., phigepmubaoT 13 cyTok mocie o6.
;’l)"l(‘HHH H pacTBOpPSIOT B uapcxoﬁ BOJIKe. Ha NOJY4Ye€HHOro pacrBopa, AOBeIeHHOIO
no 8 N HCI, skerparupyior cypbMy H30aMHJaLeTaToM H H3MepHIOT aKTHBHOCTh
124Sh y 138Sh no y-nuxam 1,69 u 0,427 Mse coorserctsenno [1232],

Cy6MHKPOKOJIHYECTBA MEJH B OJIOBE BBICOKOH YHCTOTHI ONpeiessiioT
BBICOKOCE/IEKTHBHEIM MeToJoM 7y,y-coBmagenuii [1386, 14931, akrusa-
IMOHHHHA aHaJIH3 M03BOJISeT TAKKEe YCTAHOBHTb COJIEPXKaHHe KHCJI0po/a
B onose [907]; mukponpumecn Cu, Au u Zn onpefeasiiorT B CrJaBe
Te—Sn nocne 06.1ydenus NOTOKOM TenJIoBbIX HeiTponos 1,810 wedm-
porjcm*-cex B Tedenne 8 wyac. [110].

I[lIpumenenne cyGCTeXHOMETPHYECKOR 3KCTPAKIHH JUTH30HATOB Ag
v Cu npu HeHTPOHHO-aKTHBALMOHHOM AHAJIH3E 0JI0BA TIO3BOJISIET ONpe-
JIeJIITh STH 3JIEMEHTHI NPH KOHueHTpamusax ==n-10"*% [1094, 1423].

| ITpoune ¢usnueckne ‘MeTobl

[Tpu ananuse o0Ba M O6BLEKTOB, COAEPHKAMMKX GOJBUIHE €r0 KOJH-
YecTBa, HAXOAAT TaKKe NMPHMEHEHHe M TakHe (PU3MYECKHE METONH,
KaK pPeHTreHo-QuyopecueHTHas, IJaMeHHAass W aTOMHO-aGcopOUHOHHAS
CMEKTPOMETPHS, Macc-CIeKTPOMETpPHUsl, H3MEPEeHHEe OCTATOYHOTO COMpO-
THUBJIEHHS H BaKyyM-ILIaBJIeHHE.
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PenTtrenoduyopecieHTHYI0 CNEKTPOCKONHIO HCIONB3YIOT A5 ONpe-
nenenns 0,001—0,05% Pb u As B onose [987], a Takxke ypana—s oJio-
BAHHBIX cnviaBax [1469].

Meron doTomMeTpHH naaMenw Haiues NpHMEHEHHE IPH ONpeeIeHHH
HaTpus [428] u xxenesa [631] B onose. kerpakuus Fe(I11) 4-merua-
nentaHonoM 13 6N HCI ¢ nodnenyiouym BBejeHHeM 5KCTpaKTa B [Jams
TO3BOJISIET ONpeJlesifTh B CIJIaBax Ha ocHoBe oJ10Ba 10 0,03 % Fe [1176].

Metoa aToMHO-a6cOpPGUHOHHON CMEKTPOMETPHH TIPHMEHHTENBHO K
aHaJH3y OJ0BA H OJOBSIHHO-CBHHIIOBOTO TPHIOA SBJSIETCS SKCIIpec-
CHBIM H o6sanaer uyBcTBHTeNbHOCTBIO 8-107%—5-107%% npu ompe-
nenenun Cd, Zn, Cu, Ag, Fe u (1—9):1072% nmns Ni, Au, Sb, Al,
As u Bi [1006, 1450].

.

Hapecky crpyxkn (l 2) pacteopsior B 50 ma cmecn 70%-noit HNOy, xowm.
HF u Bopnt (3 : 2 : 5) Ges marpeBaHHst H JOBOJAT ofbeM pacTBopa Touxo mo 100 ma
atoit xe cmecnio. B noayuennom pacteope ompeneasior Al m As ¢ npuMenennem
NJaMeHH CMecH alleTHJIeH — 3aKHCh 430Ta H aleTHIeH — BO3AYX NPH ONpeAedeHHH
Cd, Zn, Cu, Ag, Fe, Ni, Au, Sb u Bi.

ITpn npHMeHeHHH JABYXJy4eBOrO aTOMHO-aGCOpOIHOHHOTO CIIEKTPO-
MeTpa NMOJIYYEHHbIE Pe3yJbTaThl He YCTYNAIOT [0 TOYHOCTH pe3yJsbTaTaMm
XHMHYECKHX H HEKOTOPHIX HHCTPYMEHTAJbHBIX METOJIOB aHAJH3a H Ipe-
BOCXOJAT pe3yJbTaThl MeTOA ONTHYECKOrO CIEKTPaJbHOIO aHaJH3a
[1006]. B onose Mozkno onpegenuts 0,4—21:1074 % Bi atomMno-a6cop6-
IHOHHBIM METOJIOM C NpHMEeHeHHeM sKcTpakunu [1450].

Macc-cneKTpoMeTpHYeCKHI aHAJH3 C HCKPOBHIM HMCTOYHHKOM Jaer
BO3MOXHOCTb NPOBOAXTL ONpefesieHHe npuMecell B maenke SnQO, To-
muHoi 200 #u ¢ uyBcTBHTENBHOCTBIO ~1073% [850].

Ilpu onpenenennn <<0,01% C B osioBe CKHralT HaBecKy B TOKe
KHCJI0posia, BHIMOpaxuBaloT ofpasyiomytocsi CO, B JIOBYIIKE, OXJaXK-
JaeMoi KHMJKHM a30TOM, a 3aTeM OTKauMBaloT H3OBITOUHBIN KHCJIOPO/,
nopuumalor Temneparypy Ao 100—105°C u uamepsiioT naBseHHe yrJe-
KHCJIOTO rasa, mnepeleimero B rascc6pasmnoe cocrosune [1254].

Onpejenenne BoJOpoJa, KHCJIOPOAA H a30Ta B OJIOBE H €r0 CMJaBax
NpoBOASAT OCGHYHO MeTOAOM Bakyym-Tuiaenenus [237, 1280]. Harpes
B atMoctepe aprona npu 1100°C Mozker GbITh TPHMEHEH /it S3KCTPaKIHH
BoZlopoaa M3 oJoBa. Bojopon okucasiior o H,0O, satem npu B3auMo-
JefiCTBHH ee ¢ HHTPHJAMH I1eJIOYHO3eMEeJbHBIX METaJJIOB MOJYyYaloT
NH,. Kynonomerpuyecku onpeneasior 1o 1-10-2% H, B onose [1520].

O6mee conepxanne npuMeceii B 0JI0Be, XapaKTePH3yIOILee YHCTOTY
MeTanna, MOXer ObiTh YCTaHOBJEHO METONOM H3MepeHHs 0CTATOYHOIO
conporuBaeHus merana [183, 184]. Hemocratok mMerofa HEBO3ZMOXKHOCTD
YCTaHOBJICHHS IIPHPO/IbI COZIEPIKALLMXCS B METaJJIe TpHMecei.

PH3HKO-XUMHYECKHE H XMMHYECKHE METO/bI

PoToMeTPHUECKHE MeTOAbl TPENTOMEeHBl A ONpejieleHHs MHOTHX
3/IEMEHTOB B OJIOBE H ero cnyasax. [1pu ¢oTomMeTpHYeCKOM onpejiesieHHH
JKeJiesa B 0JI0BE HCMOJb3YIOT ero OKpalleHHble COelHHen s ¢ o-¢enanTpo-
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audom (1118, 1285], @, a’-aunupuguaom [323, 3241, cyabhocanuumuiio-
Bofi kucsiotoit [360, 612] u posanug-uonamu [620].

Has onpenenenns o 2-10—%% Fe HaBecky aHalH3HPYeMOro 0JIOBa MOMEWLAIOT
B KBapuesbiii craxkan, npuansaior cvecs HCl u HBr (1 : 1) u 1,5 ma nepernannoro
Br,. TMoc/e pacTBopennst 0JI0BO OTTOHAIOT, YIaPHBAS PACTBOP MOJ CYUIHABLHOM /KT «
ponamnoii. Baaxuwifi ocratok cmaumsaior 0,5 #a HCl (1: 1) u seinapupaior nos
cyxa. Ilocenniolo onepaunio /nopropsitor. 3atem k octatky mo6asasior 0,5 #a HCI
H 10 ma Gydepuoit cmecH (comepmauteii 7,52 NaCl, 30 2 BuuHOl  KHCIOTH,
10—I1 ¢ NaOH u 15 2 NaySO; B 500 M2 Bopsi). AHaAH3HDYeMBIl pacTBOp J0JIKeH
umers pH ~3,6. Pacreop Harpesaior u kunarar 3—4 MuH., 106aBJSIOT, He 0XAaXK-
Aasi, 2 ma 2%-Horo pacteopa @, a’-AMNHpHAMAA H octaBasmioT Ha | vac. [lepe-
BOJAT B MepPHYI0 KoAO¥ Ha 25 ma, JOBOAAT GHAHCTHIJIATOM 1O MeTKH H HM3MepSioT
ONTHYECKYIO MJOTHOCTB ¢ 3esieHbiM cBeToPuAbTpoM (Amax = 508 ma). IMapaanensuo
NPOBOAAT XOJIOCTOM _OMMT.

YyBCTBHTE/IBHOCTL — ONpEE/IeHHA MOXeT ObiTbh MOBHIIEHA J0
1-107* % skcrpakuueit okpawensoro Kommiaexkea | sa eMecu Gexson —
kpe3o: (1:1) 1 BU3yasbHbIM CPaBHEHHEM OKPACKH [10J1y4€HHOT0 SKCTpaK-
Ta €O CTAHAApTHOH mKaxoi [324].

Ilpu onpenesenun MulmbsKa B 0J10Be ero OTroHMOT B Buge AsH,,
y/aBJAHBAIOT PacTBOPOM AHITH/IIUTHOKAapOaMHHATa cepebpa B MHPH/IH-
He u goromerpupyior npu 562 xu [229]. O6pasosanue MbilbAKOBOMO-
MUG/CHOBOM TeTeponoNHKHC/IOTEL H €€ 3KCTPAKUHIO HCMOABb3YIOT A
onpenencuns a0 1-107%% As B onose [354, 418, 1178]. HauGoaee
BLICOKYIO 4yBCTBHTE/BHOCTb MOJIy4aloT, 3aKaHYHBAA aHaJu3 (oTomer-
pupoBanuem mosubjeHa B Buje pojanuia [418]. Jlns onpenenenus
(;,001’—0.3% As B os0Be mnpensioeH HepeJIOMETPHUECKHIl MeTox

355].

Cypbmy onpeseasiior ¢ pogamusom B [814], KJ [419, 612, 8731,
1,4-numernn-1,2,4-rnasonunnit-<<3-a30-4 >N,N- 13 THIAAHHJAHHOM
[246]. Onpenenenmio Sb(II1) ¢ pearentom N-mernnanabasuu-a’-aso-
AustHaamuHoderosom He MewaiorT 400—200-kpaTHble KosHYecTBa
Cd, Sn, Si u In (B mpucyrcreun KJ) [1], a npu onpenenennn Sb(V)
¢ 6-MeToKcH-3-MeTHI0eH3THA30/1-230-4-MeTHIIHDEHHIAMHHOM  He Me-
waior 10 000-kpaTubie KonuuecTBa os0Ba [247]. drcerpakunonno-¢o-
TOMETPHYECKOe Onpeje/aeHHe CypbMbl B NMPHCYTCTBHH 6OJbIIOTO H306LIT-
Ka 0JI0Ba BO3MOXKHO TaKie c 6-(2-xuHonnsnaso)-3,4-1umerniadenonom
[467] u mernienoBmM ronyGem [245].

Copnepixanne BHCMyTa B 0JIOBE YCTaHABJHBAIOT HOTOMETPHIECKH, HC-
NoJIb3Yysl B KaYeCTBE peareHToB, 06pa3yiomnX ¢ BHCMYTOM OKpallleHHbIe
coepunennsi, KJ [511, 1121]; tHomoueBuny [612, 6201; tnokanpu.-
aakram [1373]. Tlpu stom ans ornenennsi BUCMyTa HCMOJB3YIOT K-
CTPaKIHIO ero KommJjekca ¢ THonamuaoM [11211], ocaxnenne Bucmyta
¢ 9-merun-2,3,7-rpuokcu-6-bayoporom [896al, wounbiit o6men [511,
6201 u Gymaxkno-xpomarorpaduueckuit [1406] meron.

Ilpu onpenenennn KoGasbra ¢ N-mernaanabGasuu-o’-a3oHaMHHO-
nupuaunoM He Mewaer 15 000-kpatuwiit H3bmrok Sn(IV) [439].
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Ho 107*—10=5% Al B oJioBe onpejeasioT (GOTOMETPHUECKH C I10-
Molbio asnb6epona npu 536 w495 ]. Ewe Goabiyio 4yBCTBHTEABHOCTD

onpenenenus [0 5:-107%% ] noayyaior, Henoab3ysi SPHOX POMIHAHKMH
[326].

1 2 Sn pactsopsiior B cMecn 2 MA KOHIL. HCI, 2,5 #2 HBr u 1,5—2 ma Br,,
BBINADHBAIOT /IO MOJYYeHHs BJAAKHOTO OCTATKA H ABaXJAbl YNapHBAIOT JocyXa ¢
0,5 ma 1 N HCI (1:1) npu 80—90°C. Cyxoii ocratok pacTeopslT B 6 Kamasx
HCI (1 : 4), npubasasior 0,5 ma 5%-Horo pactsopa ackopGunogofi Kueaots, 0,5 #a
0,075%-Horo pacTBopa 3pHOXPOMIHAHHHA H PasOaBJIOT PacTBop 10 25 MA aMMHau-
Ho-aueratHoi Gydepnoii cmecsio ¢ pH 8,3, Yepes 7 mun. pactsop doTomerpupyloT
npu 535 HM. ¥

Copnep:xanue aJIOMHHHS B 0JIOBE YCTAHABAHBAIOT C MOMOIIBIO AJIIOMH -
Hona [620, 1237] u xpomasyposia S [16, 6161].

Muauit B 0s10B€ ONpeensior SKCTPaKIUHOHHO-OTOMETPHYECKHM Me-
TOJOM C 5,7-1HXJIOD-8-OKCHXHHOJHMHOM MOC/€ HOHOOGMEHHOTO OTHese-
nust [1299]. Tlpu conepxanmu 5-1074—1-10"2% In B cynbduanbx
M OKHCHBIX KOHLEHTPATaxX 0JI0Ba €ro ONpefe/sioT C PeareHToM POJaMH-
HoM 6G nocsie sKcTpakumMOHHOTO oTAeneHHs ot ososa [318]. O6sop
METOJIOB Pasjie/IeHHsi HHAHsA ¥ 0JI0BAa M ONpele/IeHHs] HHAHS B NPHCYT-
cTBHH 0J10Ba oM. [317].

Ponamun B Henosp3yior /151 9KCTPaKIHOHHO-DOTOMETPHYECKOTO O~
penenenus Ttaaaus B cmiaBax Sn—Cd [1515].

B cniaBax ¢ BBICOKHM coOJepiKaHHEM 0JIOBAa CBHHEL ONpeNe/sioT
oc/jie OTTOHKH OCHOBHOH Macchl, cojep:ameir Sn, Sb u As ¢ HBr
(npu 200—230°C) B Bune nuth3oHara [240]. [uTH30H TaKke npHMe-
HAIOT JJIsl YCTaHOBJEHHA cojepxkaHusi muHKa [620] u memu [120]
B 0JI0Be, ero criiaBax H Sn0O,. Onpenesnenne MeIH B BiJE JHITHITHTHO-
KapGamiHaTa B 0JI0B€ H 0OBEKTAaX HA €ro OCHOBE Yaille BCEro OCYIIecT-
BJSIIOT 3KCTpaKuUHOHHO-potoMerpuueckn [419, 511, 1011]. 0,002—
0,1% Cu ompeneasiioT ¢ OKCAaJAHJIHTHAPA3HIOM H aleraJbaeruiom,
a npu Gosee BBHICOKOH KOHLEHTpauuu — B BHJe aMmMHakaTa [1118].
0,0001—0,01 % Zn onpeaessior ¢ aau3apHHOBLIM FOMyOEM (OTOMETpH-
yecku npu 653 #m [986, 991 ].

HM3Guparenbhas SKCTpakKimHa KaJbUWs M3 LIEJNOYHOH cpeasl pact-
BopoMm aszo-asokeH BH B cmecu CCl, u tpuGyrundocdara (4:1) nospo-
JIHJIA TPeJVIOKHTh (HOTOMETPHUECKHH METOJ ONpeJesieHHs 3TOro 3Je-
MEHTa B 0JIOB€ C TVIHOKca/b-Ouc-(2-okcHanuaoM). UyBCTBHTENBHOCTH
onpenenennst 1-107%—1.10—*% [124].

Onpejiesienne THTaHA B OJOBSHHBIX CIJIaBaX C XPOMOTPOINOBO#H KHC-
Jotoll cM. B [447].

SKcTpakiHoHHO-hoTOMeTpHUecKHit MeTon onpenenenus Zr (Hf) ¢ nu-
pOKaTexXHHOBLIM (HOJIeTOBLIM B osioBe npueeaeH B [1514].

Ananus 0710Ba Ha cojiepKaHHe B HEM XpoMa MpoBoAAT JauGo nocye
oraenenus ero ot onosa [437], mnGo Ges pasnenenus [431]. B nocaen-
Hem cnyyae 4-107*—1-10"2% Cr onpezeasiior cJaeayiomuM oGpasom.

+0,25 2 Sn pacrpopsior B kKonn. HCl ¢ moGaskoit HNOg, pacTBop ynaphBawT
A0 ~I1 ma, poGabasior 4—5 ma pogel, Hefitpanuayior 40% -uniM pacTeopom NaOH
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1o pH 6—7 u poGasasior HabuToK (2 mMa) storo pacrsopa. Harpepaior po kune-
HHA, poGasasior 1 ma 10%-Horo pacteopa (NH,)3S,0s u kunsrsar 5 mus. Oxaax-
paor, pobapasior no KanasaM kKouiu. HCl go pH 6—7 u ewe 0,5 ma, Kxunatat
4—5 muH., oxnaamxpaior, noGasasior 25 ma 5 M pacreopa NaCl, 20 ma Boawml,
1 ma xouu. HyPO,, 3 ma  0,5%-Horo pacrsopa aubenusikap6asuia B aleToHe
H pas6asasior Bojoit a0 50 ma. Yepes 5 muH. pacTBop (HABTPYIOT uYepea cyXoft
GHABTD H H3MEPSIOT €r0 ONTHYECKYI0 MJOTHOCTL Ha (OTOKoJIOpHMETpPe C SesleHbIM
cpeToUABTPOM B KioBeTe 5 ¢m. PacTBop cpaBHeHHSt — BOJA.

Has onpenesnennsi 0,1—3% Nb B cnviaBax Ha OCHOBE 0J10Ba NpHMe-
HsloT pearent THNHPOrHH [N-metna-N, N-6uc-(MeTHIEHNHPOraio)-
amuH ], 06pasytomuii B 0,25—0,5N HCI xkenteiit pacTBOpHMBIi KOMIIJIEKC
¢ HHoGueM [52].

YyscTBHTe/IbHbIH KOCBeHHBII MeTos onpenesenus gocopa B osose,
saKJioualonuiica B 3KCTpakiuu ¢ochopa B BHIE MOJHGJEHOBOR CHHH,
paspylIeHHH KOMILIeKca, nepeBejeHHH MOJInG/leHa B pOAaHHAHBIA KOM-
IJIEKC H 9KCTPAKIHOHHO-(POTOMETPHUECKOM €ro ONpeje/eHHH, OMHCaH
B [325].

CopnepikaHune cepbl B 0JIOBE YCTAHABAHBAIOT GOTOMETPHYECKH IO HH-
TEHCHBHOCTH OKPA4CKH METHJIEHOBOTO CHHero, o6pasylollerocs mnpu
p3aumozefictBuH H,S ¢ n-amusopumerwnanuannom [1252]. O noa-
roToBke npoObl Jisi ONpejesieHusi cepel, ¢ nepesegenuem ee B H,S
cM. [791].

st onpejesieHHss KPeMHHs B OJIOBE HCNOJb3yloT o6pasoBanHe
TPOHHOTO OJIOBO-KPEMHe-MOJHGIEHOBOTO TeTeponoJHKOMIJIEKCa MpH
pH 0,6—0,8 l432r.

1 2 Sn moMemailor B crakaH emxoctblo 100 ma, po6apasior 4 ma kouu. HCI
H HarpepaloT 0 KuneHus. Ilpuausaior mo Kamasm 1,5 ma xonu. HNOg u xunarsar
2o nonxoro ynanenus NO,. Oxnaxpaior, npubasasior 25 xa 5 M pacrsopa NaCl,
3 ma 5%-noro pacreopa (NH,)MoO,, 2N KOH po pH pacrsopa 0,6—0,8. Ue-
pea 10 muu. npuansaor 5 M pacteop NaCl u H3MepslOT ONTHYECKYIO MJIOTHOCTR
#Ha O3K-H-57 npu A-360 am (cserouavrp Ne 1). PactBop cpaBHeHHA COJEPIKHT
Te e pearenThl, Ho Ge3 osioBa. [TpH onpenesieHnn KPeMHHS N OKPacke KpeMHeMOJIHO-
JIeHOBOH CHHH, o6pasylomieficsi MpH BOCCTaHOBJIEHHH JKeJITOrO rerepornoJHKoMIdeKca,
npoGapasior 4 ma xouu. HCI, 2 Ma1 ceexenpHroToB/JAeHHOTO HachllleHHOTO pacTBopa
aCKOpOHHOBOM KHCJOTH H JAoBOAAT o6beM Bojofi Ao 50 ma. OnTHUeCKYIO IMJIOTHOCTH
pactBopa Hamepsiior npH 656 wa (cBeroduarTp Ne 8). UyscrBHTeJNBHOCTH METOAA
10 mxz Sip 50 ma doToMerpHpYeMoro pactBopa,uro cootsercreyer 1-10—* % npn
uasecke 1 2. Tounocrs 4,7 otu.%. Onpepenennio He Mewaer 100-Kpathbfi Hs-

Outok docdopa.

JIIOMHHECUEHTHbIA AHANH3 HCIIOJB3YIOT JVIs onpefenerus 1-10-*—
5:10=79% Al B osioBe BhicoKoft yncToTh [327].

K cyxomy ocratKy, NoJdyueHHOMY mocile pacTBopeHHs 1 ¢ Sn H OTIOHKH B
suge SnBry, moSasasior 6 kaneas HCI (1 : 4) u mepenocsaT aueraTHo-aMMoHHAHOR
Gydepuofi cmechio ¢ pH 5,4 B mepuywo koa6y emkocteio 25 ma. Honusaior no
METKH TeM JXe PacTBOPOM, OTGHPAIOT 5 M4 H BBOJAT B KOHHUYECKYIO Koaby, cojepxa-
myio 4,7 uaauerathoro GydepHoro pactsopa cpH 5,8—6,0. Hanee psonsat0,3 #20,1% -
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NOTO pacTBOpPa CajlHlHAadb-0-aMHHO(eHONa B aleToHe H vepes 50 Mué. HamMepsioOT
NHTEHCHBHOCTb JIIOMHHeCHeHLHH pacTBopa (I/1 BO3GYMKIEHHS HCHOJb3YIOT PTYTHYIC
aAauny [MPK-2) npu 520 sm.

IpensioxkeH JIOMHHECLEHTHHIi MeToj onpejenenHs 6opa B oJ/ioBe
BBICOKOH uMcToTHl [323].

Hssectro, uto 1000-KpaTHBI WSOHITOK 0JI0Ba HE MellaeT JIIOMHHeC
IIEHTHOMY onpefiesienHio xpoma [496], a 200-kpaTHbiii — onpejie/eH IO
mapranua [1240]. Dror METOX MOXKHO HCIOJIB3OBATh JVISi ONpENeseHHs
9THX 3JIEMEHTOB B 0JIOBE.

Moasiporpauueckue MeTOAbI 1IHPOKO MPHMEHSAIOT JUIA ONpeje/eHH A
B 0JI0Be, €ro civiapax M pyaax csuuua [21, 126, 236, 274, 384, 492,
520, 895, 1046, 1208, 13211, meau [21, 126, 236, 520, 895, 1046, 1321],
uuuka [21, 42, 126, 236, 520, 8951, kaamus [21], BucmyTa [95, 126,
177, 240, 1321), ungua [126, 195, 520, 895], cypemur [171, 171a,
240, 368, 557, 1046, 13041, xenesa [1321], nukens [21, 1208] u pa-
Jla JIpyTHX 3JIEMEHTOB.

Ipu copepxanuu B onose Pb, Sb u Cu, npesnmaiomem 0,01 %,
BO3MOXHO HX noJsiporpaduyeckoe onpeenenne 6e3 npeaBapHTe/bHO-
ro Bujesenus [1046].

+0,1 2 ananusupyeMoro odosa o6paGarthiBaioT 5 sa 10%-Horo pacTBopa BHHHOR
KAC/JIOTH, YNapHBalOT MOYTH Jocyxa, npuGasasior 5 aa 20%-noit HCI, seonst
meGonsmnme nopuusmu 6 2 KClOg, Harpesaior Ha BoAsHO# GaHe 10 MOJAHOTO PacTBo-
penns. PacTBop ynapHBaloT jocyXa, ocratok pacreopsior B 4 s xonu. HCI,
ofpabathiBaior asymsi mopuusamuH mo 0,5 e Na,SO, u Harpepaor 30 MuH., saTeMm
pactBop BhnapHBaioT aocyxa. Ocratoxk pacteopsior B 20%-Hom pacteope NaOH,
seoaat 5 ma 10%-uworo pacrsopa KCN n monsporpaupyior (KHciopom yAanasior
TokoM N4 B Tevenne 8—10 mun.). Iorenunanuy moaysonm aas Pb m Sb(Ill)
pasia —0,85 u —1,37 8 cOOTBETCTBEHHO.

Hs otjenvhofi HapeckH onpefensior Meab (ygaasior u3Guitoxk HCl mocae pac-
TBOPEHHSl OCHOBHOTO OCTaTKa, yMapHBalOT jocyXa, ofpalatwiBaioT | N pacTBopoM
NH,OH + NH,Cl, cojepxauuM KelaTHH, H MOAAPOrpadHPYIOT MOJYYeHHBIH
pacTBop.

YypcrpurensHocts onpenesnenus Ni, Pb, Mn, Co, Fe u Mo B
xJqopuze onosa ~1074—107%% mnoay4aoT NpH HCIOJb3OBAHHH Me-
Toga ocuuanorpatduueckoii noasporpadun [1208]. -

:0,5 2 SnCl, pacteopsior B 20 Ma 30%-uoit HCI, npuGasnsior 5 ma 30%-nof
H,0, B pacTBop NmponycKaioT Yepe3 KOJIOHKY, SalO/AHEHHYIO CHJIbHOOCHOBHHIM aHHO-
mutoM AG 1X8 B Cl-dopme.  dmonpyior Ni, Pb u Mn 30 2 7 M HCI; Co.
x Cu— 100 #2 4 M HCl; Fe u Mo —70 x4 0,6 M HCl. Ileppmii sawoar Bui-
DapHBAIOT J0CYXa, ocTaToK pacreopsior B 5 4 0,56 M LiCl n ompesensior Pb i
Mn (norenunan muka —0,5 u —1,6 & cootBercTBenno). 3ateM npuGaBAAOT 1 MA
PacTBOpPa COMIHOKHCAOTO NKPHHKA H ONpeeasioT HHKeAb (noTenunan nuka—0,87 e).
Bropoll sal0aT BHNApHBAalOT AOCYXa M pacTBopsior octatok B 5 s2 0,2 M HCl n
onpegeasiior Meab (moTenmuaa nuka —0,28 6). [Jlanee x pacTBOpy nprGaBaslOT
| 4 medounoro pacTBopa nHpHuuHa (8 a4 nupuauna, 2,3 2 KOH, 5 ma mera-
noaa » o6teme 50 m4) H onpefeasior kofaasT (noTesunan nuka —1,2 6). Tpernk
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S7110aT TaK¥Ke BHIMAPHBAIOT AoCyXa, pacTBopsuoT octatok B 10 m2 1| M HCl, nenst
pacteop nonosaM. K omnoit mopuun npuGasasior 0,5 2 Taprpata ammouus, 1 rpa-
Hyny NaOH, 1| sz 10%-woro NH,OH #u nonAaporpadupyioT, onpenenss Keae3o
(norennman nuka —I1,45 6). Bropyo nopuuio BhIIApHBAIOT J0CYXa, PacTBOPAIOT
OCTAaToOK B 5 M4 cMecH, conepxaumeit 2,4 M HCl u 2,6 M NH NO; u onpegeasior
MoJHOzen (morenuman nuga —0,5 a).

Eme Gosnee BHICOKYIO 4yBCTBHTEABHOCTD ~ (1—3)-10=%% ynaercs
obecnieunts TipH onpenenennu Cu, Bi, Pb, In u Zn B 0J0Be BLICOKOI
THCTOTHl METOAOM amaJibraMuoll nojsiporpaduu ¢ Hakomaennem [126].

0,5 2 ToHKOH3MeNBUYEHHOrO 0J0Ba ofpaSaruiBaior 4 #2 konn. HBr m 0,6—
0,7 ma Br, (npnGasass nocnenauit mo KaliiaM) W BHNApHBAIOT JocyXa NpH
250—270°C B Teuenue 15—20 mun. fB H30IHPOBAHHON CTEK/IAHHOH KaMepe, mpoay-
BaeMoii (uAbTpoBaHHEIM Bo3myxom. K ocTaTKy npHGaBamior 2 aa pactsopa dona
(0,1 M KOH nmn 0,25 M KOH + 0,5 M srunenquamun + 0,01 M KCI) u mnpo-

BOJAT moAsporpautieckuii ananu3 ma crauuonapuom Hg-snextpoze no METOJHKe,
onncanHoit B [519].

Meton anoamoit nossporpadguy ¢ HAKOMIEHHEM MPHMEHSIOT TaKIKe
Aasi onpenenenus 1-107%% Sb B osnoBe Beicokoit wmcrorn [171al.
YBCTBHTE/bHOCTb  ompeaesnenus  5-1007% Bi, 2-10~7% Cu,
4-1077% Pb, 2-10~7% In u 7-10~7% Zn npn amaamse onopa (ua-
Becka 12) nocrurmyra B paGore [520] mpu memosbsosamum meroxa
aMaJIbraMHOH Toisiporpadi ¢ HaKomJIeHHeM W  oHa, COJIepIKallero

J mKa f
//
J,mra a
g Vol I"\/ i|ce|pb| Iy |zn
;.[ o Zn
~§2 -5 -10 F,bfuacks) -4z -4 ~10 E 6 (vacr.3)

Puc. 26. IDbagporpaMma amonmoro pactsopesns amanbraMm Bi(6-10—%M), Cu
(12-10—8M), Pb (6-10—¢M), In (6-10—-8M), Zn (2,4-10—3M). Bpema aaeKTpo-
AH3a 3 MHH.

a — 6es 0CTaHoBOK; 6 — C OCTAHOBKAMH TOTeHUHWOMEeTpH<ecKoro GapaGaxa

0,5 M srunenimamun+0,25M KOH+0,05M KCl. Ioasporpamma
aHo/Horo pacreopenusi amaibram Bi, Cu, Pb, In u Zn na stom doue
npuBeneHa Ha pHc. 26.
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INoasiporpaguyeckoe onpeaeseHue rajaus B oaose cM. [176]; mblmbsi-
Ka [426]; xenesa B cucreme PbTe—SnTe [492]; Tasnus B cnsase
Sn—Cd [1273].

Ky/noHoMeTpuyeckuilt MeTOl MPHMEHSIOT JUVIsi ONpe/e]eHHsl CBHHIA
B CBHHILOBO-OJIOBAHHOM MOKpbITHH [18].

Uamepenne J/IC ransBaHu4eckoil LenH Pt/Bo3nyx/crabuu3upoBan-
Has ZrO,/pacnaas Sn/Pt npu 780—1180°C ucnosb3yior aas Henocpe;-
creennoro omnpenenenus 0,004—0,15% xucioposa B pacniiaBieHHOM
osnose [901]. AxanorudHyi0 METOAMKY MPHMEHSIOT A5l ONpeaeeHHs
KHCJI0pOJa B MeJHO-0JIOBAHHBIX criaBax [597].

Onpenesenye cefoBbHIX KOJHYECTB CEPbl B 0JIOBE MOC/E CHHTAHHS
HaBecKH B Toke O,, norsomenus SO, pacrsopom H,0, B pas6asaenHoii
?13285%‘] NPOBOJAT MO H3MEPEHHIO JEKTPONPOBOLXHOCTH 3TOrO PacTBOpa

BbiCOKOYACTOTHBI METOA C HCIONB30BAHHEM IOTPYKEHHOrO HH-
AHKaTOPHOTO 3JEKTPOJAa PEKOMEHIOBAH /sl ONpeje/eHHsl yraepoja
B 0JIOBE T10CJ/Ie CHKHIAHHSA MOC/IEHEro B KHCJIOPOJIe | MOTJIOWEHHs o6pa-
sosasmerocs CO, 0,0008N pacrsopom Ba(OH), [5821].

IMpennioxer psii THTPHMETPHYECKHX METOAOB ONMpENENeHHs MpHMe-
ceil B 0JioBe W OOBEKTAX C €ro BLICOKMM coiepxkanueMm. Tak, cBHHeN
OMpejensiorT B 070Be (Moc/ie HOHOOOMEHHOTO BEHIIE/NEHHSA) C AHTH30HOM
THTpHMeTpudecKuM MetogoM [511]. Ins onpenenexusi cBHHIA B 0.10-
BAHHBIX ClJaBaX MPHMEHAIOT TaKxKe THTpoBauHe pacrBopom K,CrO,
€ XeMHJIIOMHHECIIEHTHLIM HHAHKATOpOM cHiokceHoM [1057 | 1 xomnnex-
coHOMeTpHuecKoe TuTpoBaHue [624].

KoMmmniekconoMeTpuuecKHi MeTol MPHUMEHSIOT 15 ONpefe/eHHs HH-
nas [492a] u Bucmyra [624] B oGbekTax, cogepiKauux 3HaYHTENbHBIE
KOJIH4ecTBa 010Ba; Ka/iblusa B ojoBe [124]. Monomerpuueckuit meron
HCIOJB3YIOT IS ONpefesieHHst Molulbska B onose. Bpomaromerpuue-
CKHil MeTOJ MPHMEHSIIOT JJisi ONpelesieHHss CYypbMbl B cmiaaBax Pb—
Sn [851].

KocBenusiit HOZOMETPHIECKHA METO/ NpeNJIOKeH s Onpeneenns
KHCJIOpOJa B 0/108sinHOM mopomke [133].

~30 2 nopouwika onosa cizasasior ¢ 15 2 kaaudoaun npu 260—275°C a0 moa-
HOro pacniasienust mopomka. IIpu sToM KHcaopoAcofepiKallue coeaHHeHHS Mepexo-
aat B miak. Ilinak npoka/lHBaloT M 0/0BO ONpENeNsIOT B OCTATKE HOLOMETPHYECKHM
metogoM. Io ero KoauuecTBY B WITaKe DPacCUMTHIBAIOT COjA2PXKaHHe KHcCJIopola B
npobe.

IInst OTHOBPEMEHHOTO ONpefesieHHss CBHHIIA H MeIH B HX CIJaBax
C 0JIOBOM PEKOMEHIYIOT 3JIeKTPOrpaBHMETPHYECKHI MeToN, NPH KOTO-
poM B Kauecrse 3jekTposnta npumensior eMmecb HNO,+HF, B kotopyio
BeoiaT Be(NO,, [932].

Jlutuii, HaTpHit W KanaHA B CMeCsAX C OJIOBOM OIMpenensioT rpa-
BHMETPHYECKHM METOJOM B BHJE XJIOPHJIOB, NpOKajHBas npob6y B
npucytersun NH,CI [1060].

HuoGuit H TaHTa] B MHHEpajax 0JIoBa MOTYT ObITb MPOaHAJH3HPO-
BaHbl MeToloM Xpomartorpapuu Ha Gymare [100]; cBumen B ero cnna-
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Onpefieacne nprMeceii B 0J0BE W HEKOTODHX 06BEKTAX C BHICOKHM COMEPRAHHEM

Tab6bauna 15

on0Ba
Sneuent MeToa onpeaeneHHA Jlurepartypa

Ag AtoMHO-a6copOUHOHHE 1006, 1450]
PaanoakTHBalHOHHBIR 1094, 1423]
Cnextpaabhbiil 339, 1522]

Al ATtomuo-a6copGIHOHHBIA 1006, 1450]
JliomMHHeCHenTHbIH 327]
CnekTpanabHbiil 339, 563]
QoToMeTpHYeCKHH 16, 326, 495, 616, 620,

p 1237]

As AToMHO-a6cOPOUHOHHBI 1006, 1450]
Hedeaomerpuuecknit 355]
TMonsporpapuyeckuil 426]
PentrenodayopecienTHas cnexTpo- 987]

CKOITHA

PajuoakTHBaUHOHHBIR 1141]
THTpHUMeTpHYECKHT 851]
QoToMeTpHYECKHT 229, 353, 418, 1178]

Au ATtoMHO-a6copOLHOHHBIR 1006, 1450]
PajgHoakTHBalHOHHBIA 110]

CreKkTpanbHbiil 339]

B JlioMHEECIeHTHBIN [323]

Bi Atomuo-a6copOuHOHHETR 1006, 1450]
BuyTpeHHHil 3/1€KTPOJIH3 558]
IMoasiporpaduyecknii 96, ]126 177, 240, 520,

1321
THTpHMETPHYECKH [624]
®oToMeTpHYECKHH [511, 612, 620, 1121,
1373]
C BricokouacToTHbif (Mocae CxKura- [582]
HHA)
Macc-cniekTpoMeTpHYeCKHA [1254]

Ca CrekTpaJbHbil 339, 483, 563]
TuTpHMETPHYECKHH 124]

DoroMeTp HUECKHH 124]

Cd AToMHO-a6copOIUHOHHBIR 1006, 1450]
[Moasiporpaduueckuit 21]

CnekTpanbHbift 339]

Co Kunetnueckuii 1271a]
[Monsporpaduueckndt 1208]
CreRTpajbHblil 339]
QoromerpHUeCcKHE 439]

Cr JlioMuHecUeHTHBI [191, 496]
CnekTpaabHsiii [339]
@oroMeTpHYECKHH (431, 437]

Cu AToMHO-a6copOLHORHBIRA [1006, 1450]

[Moasporpadnyecknit

[21, 126, 236, 520, 895]




Ta6anuuwa 15 (npodoaxcenue)

Jaement Mertoa onpejeneHns JluTeparypa

Cu PaanoakTHBauHORHbH [IlO,] 1094, 1386, 1423,

1493
CnexTpa/bHbl [339, 563, 1522]
DoroMeTpHYECKHH [120, 419, 511, 1011, 1118]
NIeKTPOrpaBHMETPHYCCKH [932]

Fe AToMHO-a6cop6IHOH MK [1006, 1450]
Toasporpapuueckud [492, 1208, 1321]
Pentrenoduryopecuentnas cmekrpo- | [1176]

CKOMHs

Crnextpanbanii [191, 339, 483, 563]

DoToMeTpHueCKHil [323, 324, 360, 612, 620,
1118, 1285]

DoTomeTpHs MAAMeHH [631]

Ga TMoasiporpaduyecknit [176]
Cnextpasbunit [483]

Ge CnexTpanbuuit [260]

H Bakyym-naasaenne [237, 1280]

In TMonsporpaduyeckuft [126, 195, 520, 895]
PanuoaKTHBAIHOHH B (1141, 1142]
CrexTpanbHbii [260, 483]
THTpHMETP HYECKHA [492a]
®otomeTpHuecKHH [317, 318, 1299]

K I'pasumeTpryuecKHil [1060]

La Cnektpanbuuii [483]

Li I'paBuMeTpHuecKuil [1060]

Mg CrneKTpanbHbIf [339, 483, 563]

Mn JlioMHEHECHeHTHBI [1240]
TMoasporpaduyecku [1208]
PannoakTHBaLHOHH LA [1141, 1142]
CnexrpaabHbiil [339, 483] :

Mo TMonsporpaduueckui [1208]
CnekTpanbHbif [339]

N Bakyywm-nuiaBienne [237, 1280]

Na I'paBuMeTpRYECKHT [1060]

QoToMeTpHA NJIAMEHH [428]

Nb CnextpajabHbif 173, 483]
DoTomeTpHYeCKH 52]
Xpomarorpadus na Gymare 100]

Ni Atomuo-a6copOUHOHEH 1006, 1450]
TMonsporpapuueckuit 21, 1208]
CnexTpanbubifi 339]

Q Bakyywm-nuasexnse 237, 1230]
Hamepense 3/1eKTPONPOBOAHOCTH 597, 901]
PajiHoaKTHBAIHOH B 9071
TuTpuMeTpHyeckuit (KocBenHul) 133]
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Ta6auuwa 15 (oxoruarue)

SaemenT MeTtop onpepeneHnsa JlkTepa ypa

P QoroMeTpHYecKHil [325]

Pb Kynounomerpuyeckui [18]
Moasiporpaduyeckuit [21, 126, 236, 274, 384, 492,

520, 895, 1046, 1208, 1321]

PentrenopayopecuenTabii [987]
Crnexrpanbublit [339, 1522]
TutpuMeTpHYecKHit [511, 624, 1057]
DotomeTpHueCKHil [420, 1477]
DNeKTpOrpaBUMeTp HUeCKH I [932]

S Hamepenne 31ekTponpoBoIHOCTH [1252]
DoTomeTpHYECKH T [791]

Sb Aromuo-a6cop6umon b [1006, 1450]

TMonsiporpaduyeckui [171, 171a, 240, 368, 557,
1046, 1304]

PannoaktuBauHoHHbIH [1141, 1232]

CnekTpaabhlii [1522]

Turpumerpuveckufi [851]

DoToMerpuyeckuit [245, 419, 467, 612, 873}

Sc CnekTpaabHhit [483]

Se PaguoakTHBaunoOHHBIR [1141]

Si CrexTpanbHbifi [483, 563]
DoToMeTpHYECKHT [432]

Ta CrieKkTpanbHblii [173, 339, 483]
Xpomarorpadus xHa Gymare [100]

Ti CnekTpanbHblil [483]

DortoMmeTpHYeCKH [447]

Tl HMoasiporpapuyeckni [1273]

CnexTpanbuuil [339, 1522]
DoTOMETPHYECKHIT [1515]

‘U Pentrenodayopecuentbifi [1469]

w CrexTpanbuuit [339]

4'¢ CrekTpanbymlii [483]

Zn ATtomuo-a6copOuHOHHEI [1006, 1450]
[Monsiporpaduyeckuii [21, 42, 126, 236, 520, 895}
PajinoaKTHBaLHOHHBA [110]

CriekTpasbHblil [339, 1522]
DoToMeTpHYECKHi [620, 986, 991]
Zr CotoMeTpuyecKuii [1514]

Bax C 0J10BOM — 3sieKTporpaduueckuM MetofoM [1477] (okonuanue
aHasn3a (OTOMETPHYECKOE C AMTHIOHOM).

[lpu onpenenennn cJefioB KoGajbTa B OJIOBE MOXET NPEJCTABHTD
HHTEDEC KHHETHYECKHA MeTOA, NpPHMEHHMBbIi [PH  KOHUEHTPAaUHK
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(1,55—7,75)- 107" 2 Co/ma. Meroj OCHOBAH Ha PEAKUHH OKHCJIEHHS
(c oGecnpeunBanneM pacTBOpa) NHPOKATEXHHOBOTO (HOJIETOBOTO me-
PeKHChIO BoJloposa, kKatanausHpyemoit Co(I1). OnoBo ne memaer onpe-
Jpenenno [1271a]. ;

Onpeznenenne BHCMYTa B CHJaBax Bi—Sn nposoasr meronom
BHYTPEHHEr0 9JIEKTPONM3a CO CBHHIOBBIM 4AHOAOM, MOMELIEHHLIM 32
NOPHCTOH KepaMHuYecKOH auadparmoii [558].

PaccmoTpeHHble Bbillle METOALI ONpejesieHHsi NpHMecell B 0J0Be
H HEKOTOPHIX OOBEKTaX ¢ BHICOKHM €ro COfepKaHHeM, CrpyNnHpOBaH-
Hbie M0 ONpefesifieMbIM 3JIeMeHTaM, NpuBefeHsl B Tabu. 15.
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AHAJTHTHYECKASL XHMHA OJIOBA. Cnusakoseknii B. B., «Hayka», 1975,

B moHorpadmn paccMoTpeHbl XHMHYECKHe CBOJICTBA 0J10Ba, METOAB onpeaeaeHus W or-
OeJeHHA 37eMeHTa (XxMMHYeCKHe, (H3HKo-XuMHueckwe M duanveckHe)., Boablloe BHHMaHHe
YAeNeHO Bonpocy ofpefeseHHsI 0JI0Ba B PA3JHUYHBIX MNPHPOAHBLIX H NMPOMBILJIEHHbIX OGBLEKTAaX,
npuBeneHa ob6llnpHas GuGanorpadus No 3TOMY BONpPOCY.

Monorpadust npeanasHadena AJs WHPOKOro Kpyra XHMHKOB HaY4YHO-HCCJEL0BATENbCKHX
HHCTHTYTOB M 3aBOACKHX JaGopatopuii, #AA npenojasaTtenefl, acnHPaHTOB M CTYAEHTOB
BY30B,

TaGauu 15. Hanwocerpanuit 26, BuGa. 1525 nass.
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