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[IPEJHUCJ/IOBHE

Hacrosmas kKiura mpeicrasJsier co0oif MeTogHyecKoe PyKOBOICT-
BO MO MeToJaM OMpeJeleHHs iKele3a, Maprasia, Xpoma, THTaHa, Ba-
Haaua, KobaJabTa, HHKeJs B MHHepaJbHOM chipbe. B KHHTY BK/IIOYEHL!
TaKXkKe METOAHKH MO aHAJH3Y JKeJNe3HBIX, MapraHieBLX pyl, XpPOMHTOB
u (a3oBOMY aHA/IH3Y JKeJe3HBIX H MapraHiueBHX pya.

B nmpeanaraeMoil KHHre H3JIOXKEHLI, B OCHOBHOM, METOIHKH OIpese-
JIeHHsT 3J1eMEHTOB, YTBep:KJAeHHble HayuHBIM coBeTOM N0 aHaJHTHYEC-
gum Meroiam (HCAM) npu BceecowsHom Hayuno-HCC/I€10BaTeIbCKOM
HHCTHTYTE MHHepaJbHoro ceipbsa (BMMC), a TakKe MeTOIHKH, KOTO-
pBie, 110 MHEHHIO aBTOPOB, 3aC/JYXKHBAIOT HaHOOJBILErO BHHMAHHS.

Ilpu onucaHuH 3JeMEHTOB JaHbl HX MHHeEpaJorAueckas H aHaJHTH-
YecKast XapaKTePHCTHKH, KOTOpble MOMOTYT BuIGpaTh MeTOAHKY, HeoO-
XOJMMVIO /15T peLIeHHsT OCTABJEHHON 3a/1a1H.

ABTopn BeIpaxkaior ray6okyio Guaarogapuocts A. A. UepHoBOIl,
OKasaBuieil 6oJblIYI0 MOMOILL B HANHCAHMH METOAHK PeHTTreHOpaHO-
METPHYECKOro ONpejlesieHHs XeJje3a, Mapranua, 6apua H BaHalud.

B nyGankyemblx maTepHajax YYTeHBl KaK Pe3yabTaThl Hay4HBIX
HCCJe10BaHHH, TaK H ONBIT paf0Thl METOAHYECKHX TPYII IeHTPaJIbHBIX
Jiabopatopnit Byparreonornn, [ToasipHo-ypa/ibcKoro 1poH3BOACTBEHHO-
FeoJIornyeckoro o0GbeiHHeHHsI, a TaKMKe MHOrOJeTHHIl OmbIT padoTsl
meroaucros M. B. Ilerpomasinosckoit (LIJI IITO  Ypaareoaorui),
T. A. Vxunoit (BUMC) n xumukos-aHaiautukos C. M. BecconoBsoii,
A. A. Koaorsunosoii, JI. M. ITaununoii, C. I1. ITypycoBoii.

Aptopn  Gaaropapsr JI. H. Jlwo6umosy, I. A. Cupopenko,
I. M. 3aiinesy, M. B. Copoxkuna, I'. U. Be6emrko, B. H. ITartosy,
M. A. Bopouxosy, E. B. ®ypatoBy, npegocraBHBLINX MaTepHaT A7
HaNHCaHNA OTAeJbLHLIX pasjenoB KHuru, a takxke E. M. Cnnopyk 3a
GOJbIIYI0 MOMOILbL NPH NOATOTOBKE PYKOMHCH K IeyaTH.



1. )KEJIE3O

[To pacnpocrpanenuio B 3eMHOI Kope (4,65 %) xkese3o sanuMaer
YeTBEPTOe MECTO I10C/e KHCJA0pPoAa, KPeMHHS M adioMuuns. B mnpupoje
JKejle30 HaXOJMTCS NPEHMYIIeCTBEHHO B BHIE OKCHIOB, CYJAb(MHIOB N

cunkatoB. OHo BXoAHT B coctas Gosee 500 MHHepaJbHBIX BHI0B, H3:

KOTOpBIX 0K0JIo 300 oTHOCHTCST K THOIHYHBIM MHHEpaJgaMm Kedesa. B
cBOOOJHOM COCTOSIHHH JKeJ1e30 HaXoIST TOJbKO B METEOPHTAaX. +
[IpombiniTenHoe 3HaUeHHe KaK Py1000pasyioline HMEIOT, TaBHbIM
o6pa3oM, KHCJAOPOJLHBEIE COELHHEHHs Kese3a (OKCHAbl) — Ge3BOAHBIE IF
BOJHEIe, B MEHbILIEH CTeNeHH — YIJeKHCIble coefnHenns (KapOoHaTh)

H, HAKOHEL, COBCeM HeﬁOJIb[IIOE—HeKOTOPb]E BOJHbIC AJdIOMOCH/IHKATBD

(xenesnctsie XJA0puTH). M3 6GesBoAHBIX OKCHIOB Kejesza HaubGogee
pacnpocTpaHeHbl B 3eMHOH KOpe MarHeTHT W IeMaTHT.

Marmerur, HJH MATHHTHBIE Kesqe3HAK, FesQ, — IBOfHOI oOKCHI
(FeO — 31 %, FesO3—69 %) ¢ obfmum comepKaHHeM ¥Kele3a B YHC-
ToM MHHepase 72,4 Y%, oTHocHTCH K rpyinie IMHHeJH B CHJY aHaJjo-
THYHOH KPHCTAJIHUECKOil CTPYKTYpBl. MarHeTuT BCTpeyaercss B CaMBIX
PAa3/JIHYHBIX TeHeTHUYECKHX THNAX JKeIe30pPYAHBIX MeCTOPOKIeHHH, a
TaKke B H3BEPKEHHBIX, OCAJ0YHEIX H METaMOP(hHYECKHX TOPHBIX MOPO-
Aax. IInpoko mpencraBieHbl TaAKXKe MArHETHTBl ¢ H30MOP(MHBIMH NPH-
MecsAMH THTaHa HJM MarHus, pexe Xpoma, MapraHiia, BaHaaus, aJio-
MHHHSI HJIH HHKEJ.

[emarut, nam kpacuoiit Kesesusk, «-FeoOz comepxur mo 70 %
JKejesa M 1O OZHOTHIHOCTH KPHCTAJNJIHUECKOll peuieTKH OTHOCHTCH K
rpynne kopynuga. Ilonnas mncesgomopdosa remMaTHTa 1O MarHETHTY
Ha3bIBaeTcsd MapTHTOM, YacTHYHAs — noaymapTtuToM. [ematut obpa-
3yeTcs B OKHCJAHTEJNBHBIX YCJIOBHAX TPH OTHOCHTEJbHO HEBBICOKHX
TeMIepaTypax H OYeHb LIHPOKO paclpocTpaHed B Pas/HYHBIX IeHeTH-
YeCKHX THIAX MECTOPOMKAEGHHH M TOpHBIX mopoja. Ilpm BoameficTBHI
BOCCTAHOBHUTEIBHOH CpeAbl TeMaTHT HepelKO IpeBpalllaeTcs B Mar-
HETHT.

Bypniii kenesnsk (2Fe;Os-3H;0) — npuponnas cmech rérura ¢
JUMOHHTOM, THAPOKCHIAMH KPEMHHsS M [JIHHHCTHIM Matepuatom. Co-
JepikaHue Kejge3a B HeM jocturaer 60 %, comep:kanue BoAb — 12—
14 %, a rurpockonuueckoii — 8%.

M3 yraekucsbix CcoeAHHEHHH Keje3a IIEHHBIM CBIPbeM 75 Bbl-

IINTABKH 4YyryHa sABJSCTCH TOJbKO CHIAEPHT, HJAH WTAaTOBBIH XKele3HsK,.

FeCOs, conepxamuii xkenesa 48 9% u CO, 37,9 %. B Buie nusomopdHoii
NPHMECH B CHIEpPHTE NPHCYTCTBYET MAarHuil, MapraHel, KaJbluii, a
TakkKe KpeMHeaeM M raunoszeMm. Cujpeputr obGpasyercs B BOCCTaHOBH-
TeJNbHBIX YCJOBHAX H 4acTO BCTPeyaeTcsi B IHAPOTEPMaJbHLIX, 0Ca/104-
HBIX H MeTaMOP(H30BAHHBIX MECTOPOIKICHHAX XKeJe3HBIX PYI.
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.~ M3 BOAHBIX AaJIOMOCHJIHKATOB 2Kejie3a MPAKTHUECKOE 3HauelHe
. @MEIOT MIAMO3HT H TIODHHTHT, KOTOPble B KPYyNHBIX 3aJeKax NPH Bbl-
 BeTpUBAHMH JETKO OKHC/SIOTCA ¢ 00pasoBaHueM rHAPOKCHIOB eaesa.
" Sry MuHepaJbl caMble GelHble KpeMHE3eMOM H3 BCeX CHJIHKATOB; OHH
| XapakKTepH3YIOTCSl NMOBBLILICHHLIM, HO HEMOCTOSIHHBIM CO/lepXKaHHEM IKe-

* ge3a (27—38 %) u OTHOCATCH K MOATPYNNE JENTOXJOPHTOB.

z Jlpyrie xejezocojepKallie MHHEPAJBI PEAKO HCIOJAb3YIOT KaK Me-
TaJaypruueckoe coipbe. Berpeyalomuiics B G0oJbUINX KOJHYECTBAX IIH-
pur FeSp cayXut HCXOAHBIM ChIpbeM A/ NOJYYEHHS CEPHON KHCJIOTHI.

[lo copeprKaHHIO MPOMBIIJEHHO-ILEHHBIX MHHEPAJIOB Kejaesa H CO-
AYTCTBYIOILHX 3JEMEHTOB, COCTaBy BMEIIAOIIAX IOPOJ H TeHeTHyec-
KHM OCOOEHHOCTAM JKeJe3Hble PY/bl NoApazaensiorT Ha |1 oCHOBHBIX
NPOMBIILIEHHBIX THIOB (Taba. 1).

Keneso Fe— XHMHUYECKHI 3JeMEHT BOCLMOI TPYNOLL MepHOAHYeC-
Koit cucremnl snementoB JI. M. Menneneesa. Ero mopsakoBwii HoMep
26, atomnas macca 55,85. JKeneso umeer uereipe usorona: *Fe, Fe,
57Fe, %®Fe, cojepaHHe KOTOPBIX COOTBETCTBEHHO pasno 5,84; 91,68;
2’17; 0l31 0/0-

HefiTpanbHblii  aToM JKeJae3a HMeeT 3JEKTPOHHYIO CTPYKTYPY
152252263523 p53d%4s2. AtoM J0JKeH IOTEPATh TPH HAHMEHee IPOUHO
CBSI3AHHBIX 3JeKTPOHA, uTOGB mpeBpaTHTbCA B HOH Fedt, koropwiit
nMeer cTpykTypy 1s%2s?2p®3s23p®3d®. Artom Kesiesa BO BHEIIHEM cJjloe
HMEeT JiBa 3JIeKTPOHA M, OTAAaBasi HX, a TAKMKe IEKTPOH H3 Mpeibiy-
HIEro cJ0si, NPosiBIAeT CTeNeHb okucaenus +2 u 3. JKeneso obpa-
3yer ABa psjaa coeAuHeHHil, oTBeyaomux AByM okcuaam: FeO u FeyOs.
Kpome Toro, n3sectHsl coad kenesHoii kuciaoTel HoFeOs, B KOTOPBIX
JKeJe30 UrpaeT poJib MeTaJIonAa (cTeneHb OKucaeHHs —+6).

Ha csoiictBax atoma Kese3a NPOSABJIATL CTENEHb OKHCJeHHH 2

~ HAH +3 B 3aBHCHMOCTH OT YCJOBHH peakluHH OCHOBAHBI THTPHMETDH-
~ deckne MeToAbl ero onpejenesus. Imapoxcua xenaesza (1I) Fe(OH).
ocaxkjaercs NPH JAeHCTBHH eIKHX Ilejodyeil HAa pacTBOPHL cojel e-

- Jesa (II). Fe(OH)s na Boanyxe GLICTPO OKHCJSIeTCS MW MEpeXoanT B
ruapoxcun xenesa (III). Ilpu pefictsum menoueil Ha pacTBOpHL coJeil
xesesza (III) Bemanaer ruaporenn xenesa (II1) kpacno-6Gyporo use-
Ta. [Toanoe ocaxaenune Fe(OH); npoucxoant npu pH 4,1—5,0. B pe-
syabrTaTe ocaxjenus ruapoxcuna kemesa (III) exaxoit memaoubio xKe-
JIe30 oTjeafercs OT BaHa us, Bodbdpama, monnbjieHa, MEIIbSIKA, aJl10-
MHHEA, (ocopa. [Ipu ocamaenun Fe(OH)s; ammuakom, B3fITHIM B
H30LITKe, XKe1e30 OTAenseTcs OT MelH, MOaHGAeHa, HHKeJas H JAPyruax
3JIeMEHTOB.

Fugpokeny xenesza (III) — Goaee caaboe ocHoBanue, Yem I'HAPOK-
cHi xeneza (II). D10 Boipaxkaercss B TOM, ut0o coan xenesa (III)
CHIIBHO THAPOJNU3YIOTCH, A cO cJaObMHI KHeJaoTaMH (yroJbHOi, cepo-
Bojopoauoii) Fe(OH); comeit ne o6pasyer. Kento-Gypuiit user pac-
TBOpoB codseil xkeneza (II1) obwacHsercss MpHCYTCTBHEM THAPOKCOHO-
HOB eneza uian moaexkya Fe(OH)s, koropbie ofpasyloTest B pesy.ib-
TaTte rujpoJnaa.

Ha coneit xenesa (I1) sammuefimedl spasercs cyabgar Kenesa
(IT), wan xemesuwlit xymopoc, FeSO, - 7TH,0, o6pasyioumnii ceti0-3e-
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Ta6auua 1

Mpombiwaennsie THNBE Keaesuwix pyn (no B. M. Tpuropsesy [33])

DneMenTH-

Tums pya Munepaast npuMecH
TutanomarneTHTOBHE W Hab-| THTaHomarwetur,  wasmenut, | Ti, V, S¢, Cy,
MEHHT-THTAaHOMATHETHTOBBIE V- | MarHeTHT, camopojanas mniathHa | Co, Ni, S, Pt

Abl B VJbTPAOCHOBHLIX H OCHOB-
HRIX mopoaax

AnaTHT-MarHeTHTOBbE PYAH B
YALTPAOCHOBHBEIX eJIOYHBIX MO-
pomax

MarnerutoBsie  pyas B oca-
AO4HEX M BYJKamoreHHo-oca-
DOYHLIX MOpojaax

Marso-MarHeTHTOBEE DYAL B
OCaJ0YHEX H THPOKIACTHYECKHX
TPanmoBHIX NMOPojax

MarseTaT-reMaTHTOBEIE  PYbI
B BY/KaHOTEHHO-OCA/JOYHBIX TO-
poxax

JKenesnereie  KBapUHTH B
OCadI0UHBIX " aynKauorm{no-
ocajloYHBIX MOPoAax

MaptuToBrle, MapTHT-FHAPO-
TEMATHTOBLIE, rHAporeMarHT-
Mapm'ronue H TrHIporeMaTHTO-
Bhle pyaAR, o0pa3oBaHuble M0
JKelle3HCTRIM KBapuuram

CunjepuroBole pyIs B 0Cajod-
fIBIX NOpogax

Bypruie xenesssxu, oGpa3so-
BaHHble MO CHIEPHTaM

JlentoxJopuToBre B rHApOré-
THTOBHIE OQOJMTOBLIE PYAH B
OcaflouHBIX NOpoAax

XpoM-HHKeeBbe T[ETHT-THAPO-

FETHTOBHE DY/Jbl KOP  BbIBETPH-
BaHiA yJbTPAOCHOBHBIX MOPOA

Mpumevanne.

H MJIaTHHOHAb

Marserur, anaTtut, NHPOXJOP,
Gapnenent

Maruerur,
MHPPOTHH,

reMaTtiuT, MapTHT,
NHPHT, XaJbKOMHPHT,
cdalepuT, raJeHHT, apCeHONH-
PHT,  BHCMYTHH, MOJHGJEHHT,
KoGaabTHI, JHHHEHT, CaMopo/-
Hoe sojoto H cepeGpo

MarnomMarseTur, MarHeTHr, re-
MaTHT,  NHPHT, XaJbKOMHPHT,
chasmepur, raseHuT

FeMaTHT, MarHeTHT, MCHIOME-
Jial, CHAEPHT, MHUPHT, chajgepur,
rajiennT, 6payHuT, raycMaHuT

Maruernr, remarur, ciuaepur,
OHPHT, canepur, rajeHuT

Maprur, rugporemMarur, ré-
THT, THAPOr&THT, MAarHeTHT, re-
MAaTHT, CHAEPHT, MHPHT

Cupepur

Mupporérur, rétur, cuaepnt

Tunporérur, JeNTOXJAOPHTHI,
NCHJAOMENAH, NHPOMIO3NT, BHBHA-
HAT, BEPHAJHT, MHPHT

TFérur, rupporétur, cuzepur,
HOHTPOHHT, NHPHT, XPOMIUNIHHe-
JHABIL, NOJHAHHT, NHPOJIO3HT,

Bajanl, NCIHJIOMENaH

H NAaTHHOMIBL

P Na.Ta,
Zr, TR

S, As, Co, Mn,
Cu, Se, Te,
Pb, Zn, Cd, In,
Bi, Mo, Ag,
Au, Ge, P

M% S, Cua,
Zn, Phb, V, Cr,
Ni

Ge, Mn, Mo,
Zn, Pb, Ba,
B

Ge, Mo, Zn,
Pb, Au

Ge
Mg

P, Mn, As, V,
Ni, TR

Cr,.Co, Ni. ¥;
Mn, Sc, Ga

JKEpHBIM  WpH(TOM BLIAEAEHL AaBHEIE MHHEPAALl H SJAEMEHTHI-TPH-

MECH, cojepiallliecs B PyAax B KoauyecTBe: MuHepaasl — Gosee 10 %, SAeMEHTHI-NpHMEcH —

Gomee 10 Kaapkos.
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jlenble KPHCTa/1bl, Xopowo pactBopumbie B Boje. Coan xenesa (II)
_l‘_uory'r ObITh JIErKo nepeBejeHnl B coan kedesa (I1I) neficrenem pas-
JMUHBIX OKHeaHTeNeil, 6iaarofapsi 4emMy HX YacTo HCHOJb3YIOT B Ka-
~ yecTBe BoccTaHoBHTeNell. B mpakTHKe aHAJAHTHYECKOIl XHMHH HanbGo/b-
piee NMpHMeHeHHe KakK BOCCTAHOBHTENb TOJYYHJI JBOHHOH cyJabgar
FeSO4(NH,) 2SO, 6H;0 (conn Mopa), xopomo pacTBOPHMEIT B BOJe.
H3 coneii xenesa (III) B nmpakTHke aHaJHTHUECKON XMMHH uaile
BCEr0 INPHMEHSIIOT JBOHHYIO  COJb — JKeJe30aMMOHHIHBIE  KBACILbl
NHsFe(SO4)2- 12H;0 — xopoiio pacTBopiHMBE B BOjAe cBeTJ0-(diuome-
TOBbIE KpUCTaadabl. XapaKTepHoil peakuueil, OTJaHUalOIell coJH XKe-
aesa (III) or coueit xenesa (II), caymxur peakuns pojanuza Kaaus
KSCN wuan pomannga ammounss NHSCN. Ilpu B3aumopeiictBuH
SCN-uonos ¢ uonamu Fe(IIl) obGpasyercss kpoBaBo-kpacukliii, ciaabo-
aucconnupoBanublii poranua xeaesza (III) Fe(SCN)s Coan xenesa
(II) ¢ ponanui-noHAMH He JAOT LUBETHOH peakIHH.

Honbl Xene3a NpPoOABJAAIOT CKJIOHHOCTh K KOMIJIEKCOOOPa30BaHHIO,
HaNpHMep KOMILJICKCH Keje3a ¢ Ccyab(ocaauluIoBoli KHCIOTOH ,
o/-AHNHPHANIOM, COJSMH POZAHHCTOTO AMMOHHMSA HJH KaJH#A, KOMII-
gexconoM IIl m ap. Ha cmocobroctn mnoHoB Keiesa o6pa3oBbiBaTh
KOMIIJIEKCHBIE COEJHHEHHS ¢ OPraHHYeCKHMH M HEeOpraHui4ecKHMH pea-
FEHTaMH OCHOBaHbl (POTOMETPHYECKHE H KOMINIEKCOHOMETPHYEecKHe Me-
TOABI ONpejeseHns zeJe3sa.

IIpu ucnapenun u BO3OYXKIAeHHH HelTPaJbHHIX HJAH HOHH3HPOBAH-
HBIX ATOMOB JKeJe3a B YrOJbHOI JAyre HJIH HCKPE 3JeKTPHYECKOro TOKa
BO3HHKAIOT JIHHEHYaTHIe CIEKTPbl, COCTOSIIHE H3 GOJBLIOr0 YHC/aa JH-
Huit. HauGosee uHTencusHble u3 uux caexywoomue: 11 258,688; II
259,837; 11 259,940; II 260,710; II 263,105, I 301,763; I 301,899;
I 302,064; 1 302,107 um [37]. JKeneao mo ckopocTH HCIapeHHs MpH-
GamKaercss K HHKeJI0 H KoOaJbTy H 3aHHMaeT cpejHee MOJOKeHHe B
pALY JerydecTH CBOGOAHBIX 3/JIeMEHTOB B yroJbHoil ayre. B psaay Je-
TYYeCTH OKCHJIOB JKeJe30 HaXOAHTCS PAAOM C HHKeJeM, KoGaJabToM M
MmaprauueM. OKciabl JKese3a GbICTPO BOCCTAHABAHBAIOTCS B YrOJbHOI
jayre no cBobojaHoro enesa. [lorenunan wonnsaumn Fel—-Fet—s
—Fe2*—>F3* coorsercTBenno pasen 7,89, 16,2, 30,6 3B.

[lpn aromMuzanun coeJHHEHHI 3Kesne3a B BBICOKOTEMIIEpPaTypHOM
INJaMEeHH aTOMBl KeJe3a MONJIOUAlOT CBET XapakTepHOH JIHHLI BOJ-
Hbl. Ha namMepeHnn HHTEHCHBHOCTH H3JYU€HHS HJIH IOCJIOUIEHHS CBeTa
OCHOBAHLI 9MHCCHOHHBIH 1 aTOMHO-a0copOUHOHHBIH METOALI onpejese-
HHs Kemde3a. AToMHO-aOcopOIMOHHBIE METOJ MOJY4YHJ LIHPOKOEe pac-
MpocTpaHeHHe NpPH ompelesNeHHH JKeJe3a B pa3jHYHBIX MaTepHasax;
CmIaBaX, YHCTHIX MeTajsax, HeMeHTe, KaMeHHOYTroJbHOI cMoJe, reo-
XHMHYECKHX Mpo0ax, NPOMBIIIJIEHHEIX H €CTeCTBEHHBIX BOAaX, MOPCKOIf
Boge n 1. 4. Onpenenenne yKeneia NPOBOASIT B CTEXHOMETPHUECKOM
IJIaMenn BO31yX — anetused. [l1si onpeseseHns jKeae3a TPHTOJHBI
pasjnuHble aHaJHTHUeCKHe JnHHH: 248,33; 250,11; 252,28; 302,06 [39].

- IIpn oGnyuyennn Kese30Co/lepHalllero MaTepHajda PeHTreHOBCKHMH
Jy4aMH HJH BO30YsKAeHHH 3JeKTPOoHaMH BBICOKOH 3HEprHH BO3HIKaer
penTreHoBckoe naiyuenne K, L-cepuil atoma xejie3a, Ha H3MEePEeHHH
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HHTEHCHBHOCTH KOTOPOTO OCHOBAH PEHTIeHOCNEKTpaabHblil (ayopec-
LEHTHBIH MeTOL onpejencnus xenesa. Onpe/eneHie Kemnesa THM Me-
TOJAOM NPOBOAAT TOJLKO NPH BBHIOJHEHHH MHOrOKOMIOHEHTHOrO aHa-
JIn3a.

H3 snepuo-pH3HYeCKHX METOIOB ONMpeleseHHs Kesde3a HamboJee
IPHMEHHMbl B aHA/IH3€ MHHEpPaJbHOr0 CHIpbSl PEHTreHOPaAHOMETPH-
YEeCKHIl W HEeHTPOHHO-aKTHBALHOHHBIA MeToAbl. IIpm ompexenenun ke-
JTESEI'peHTI‘E‘HOpﬂﬂ.HOMETPH'—!ECKHM METOA0M 4aTOMBI ZKeJie3a BOSﬁy)K-
JIAI0T C MOMOILBIO NEPBHYHOTO HOHU3HPYIOUIEro H3JY4YeHHs OT pajHo-
AKTHBHOTO H30TOMA, a 3aTeM PerHCTPHPVIOT XapaKTepPHCTHYECKOe PeHT-
FeHOBCKOe H3JyueHHe CcHelnadbHoil pajiHOMeTPHYeCKOH anmapartypoii
[47]. Meron oramgaercsi 3KCHPECCHOCTBIO H MpeiHAa3HAYeH /I aHa-
JH3a PyA H MPOAYKTOB HX TeXHoJorndeckoil nmepepa6orku. Heitrponno-
AKTHBAIMOHHBI MeTOJ OCHOBaH Ha obayueHun npobsl, comepaindii
esae30, IOTOKOM HellTpoHoB sizepHoro peaktopa. Ilpm 3ToM crabmib-
Hblil u3oton %Fe nepexoant B paauoakrusubiii % Fe. [To peakunu 58Fe
(n, v) ®¥Fe (T\;2=44,6 cyr, sHeprus usayyenus E,=1292 xsB). Me-
ToJ mo3Boasier onpeaeasaTs or 0,002 xo 40 Y% xemesa.

1.1. XumMHueckue MeTOAbl OMpejeseHHs Kegae3a

1.1.1. Pa3noxeHHe xKeJe30colepxauux nopou,
PYA M MHHEPAJIOB

Munepaasl, cojepiKallue ejle30, HaCTOJbKO pa3HoolpasHbl, YTO
K HHM NMPHMEHHMBL IIOYTH BCe METO/bl pa3soxKeHus. Muorune MuHepaJnl
pasaaraioT KHCJAOTaMH: COJSHOI, a30THOH HMJH napckod Boxkod. [Las
pasnoxKeHHsl KHCJIOTOYIOPHBIX MHHEPA/JOB INPOH3BOAAT CIJaBJIEHHE C
Pa3IHYHBIMH TJIaBHAMH (mHpocyibdataMu, KHCAbIME (ropuaamu), a
TakzKe LeN0YHO-OKHCAHTEIbHEMHE cMecaMu (kapGonatel Na u K-+Hu-
TpaThl; KApOOHATEIH-1ICPOKCH/IEL HIEJTOUYHBIX MeTa n0B). Brbop nnasHs
3aBHCHT OT MPHPOALI aHaJu3Hpyemoro matepuana. [Ipn anannse cyab-
(uI0B H apCeHHIOB Jyullie MPHMEHATL LIEJOYHOE CILTABJACHHE, TakK
Kak NPH BHILETAaYHBAHUH TIJ1ABa BOJOI JOCTHraeTcs KOJHUECTBEHHOE
OT/eJIeHHe cephl, MHIIbsKa, Gochopa, BaHansd, MOTHGLEHA OT MHOIHX
OCHOBHBIX MeTannoB [32].

Aenesnble pyabl pas3JaraloT TakxkKe CNEKaHHEM ¢O cMechlo 6e3BO1-
HOTO YIJIEKHCJIOTO HATPHS, IABEJeBOH KHCJOTHI H a30THOKHCJIOTO Ka-
aua B coortHoinennn 10:4:1. Bosmoxken KomMOGHHHpPOBaHHBIH crocod
pasyioXKeHusa: KHCJIOTHOE ¢ JOIJaBJeHHeM OCTaTKa ¢ NHPOCyab(aTom
KaJiusg, KapOoHaToM HaTpua Had Kauang. Confnas KHCJIOTA — Jy4UIHi
pacTBOPHTE/Ib MHHEPAJIOB JKejleda H ropasio MeHee JPYrHX KHCJIOT
MELIAET NPH HOCAeAYIOLLeM ONpeLe]eHHH XKele3a.

CuanKaTHBIE TOPOJABI, COJepIKallie KeJIe30, PasnaralorT CMechbio
(TOPHCTOBOAOPOAHON H CEPHOI KHCAOT ¢ MOCAEAYIOMIHM JONJaBIAeHHEM
OCTatka ¢ mHpocyabgaToM Kaansg HaH KapOoHATOM HaTpus (Kajud).
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1.1.2. TuTpuMeTpHUECKOe onpejeeHne o6lIero xeaesa

CyuiecTByIollHe MEeTOAHKH THTPHMETPHYECKOro OnpejeenHs xKeJe-
33 OCHOBaHbl Ha NpejBapuTebHOM BoccTaHoBiennn xeneza (I11) no
sxeaesa (I1) u mocaeayiowmwem turposanun Fe (1I) pacrBopom oxne-
JIHTEJS.

~ [lpu BuIGOpe MeTOAHKH onpeiejeHHs ¥Keje3a cjaelyeT YUHUTHIBATh
" BO3MOJKHOCTb IIPHCYTCTBHSL B [MOJIrOTOBJEHHOM pacTBOPe IMOMHMO
poHoB :kexesa (III) u Apyrux HomoB, cnOCOGHBIX K BOCCTaHOBJIEHHIO
I mOC/eIyIOUleMY OKHCJAEHHIO NpPH THTPOBaHMH (Melb, THTaH, BaHa-
i, ypau, moaunoaen, muubak (I1T), cypema (III) u ap.), uto moxer
MPHBECTH K TOJNYYEHHIO 3aBBLILUCHHBIX HIH 3AHHKEHHBIX Pe3y.bTaToB
}menenemm HKeJesa.

-~ JKeneso (I11) no xeaesa (II) MO#eT ObITb BOCCTAHOBJEHO Kak
pacTBOPAMH COCAHHCHHI HH3IIEH CTeNeHn OKHCJAeHHsS, TAK H TBEp/bl-
BOCCTaHOBHTEJSIMH — METaJJaMH, KOTOpble, BOCCTaHABJIHBAS Coe-
genua xkeqaeza (II1), okueasiioress caMu H liepexojisT B PaCTBOP B
gie HOHOB. BoCCTAaHOBHTENAMH CJVIKAT XJOPHCTOE OJOBO, THTaH
1), coeaunenna xpoma (II), Meraninueckne nHHK, KajMuii, BHCMYT,
Th H KHJIKHE aMaabramsl. JIyuumine n3 HHUX — XJOPHCTOE OJIOBO H
aJ1uuecKnii BUCMYT, KOTOpPHE He BOCCTAHABAMBAIOT THTAH, 4 BaHa-
it BoccTaHaBJIHBAlOT ToabKO no Bamaxus (IV) [1, 2, 41]. Cneayer
TMETHTBb, YTO BOCCTaHOB/JEHHE BaHaAHs HeH30eKHO TNPH TNPHMeHe-
i1 11060T0 BOCCTAHOBHTEJSA, 00eCneynBaloniero BOCCTAHOBIEHHE JKe-
832,

~ Jlns taTpoBanus xenesa (I1) HCIOJB3YIOT TJIaBHEIM 0Gpazom Gu-
poMaT Kaiis K2Cry07 n nepmanranar kaausg KMnO,. HepBomy cre-
/€T OT1aTh TNpEANOYTeHHe, TAK KaK THTP €ro pPacTBOPOB CTOAKHI 1
eusmenubiil. [Ipumensas 6UXpoMaT BBICOKOH YHCTOTHI, MOXKHO HpPUrO-
“anmb THTPOBAHHLIE PACTBOPHI € JIOGBIM 3aJaHHBIM THTPOM TIO JKe-
Tesy. Buxpomar kaqausi B OOJIBIIHHCTBE CIy4aeB He AeiCTBYeT HA Te
%p;rammeemm BElIeCTBA, KOTOPHle HAXOAATCSA B JKeJe3HHX pyaax, H,
CJIel0BATEILHO, OTNajlaeT HeoOXOAHMOCTh B HX NpeABapHTEIbHOM 00-
Hure. TurpoBanue xesne3a GHXPOMATOM KaJHs MOKHO NPOBOAHTH Kak
B COJIAHOKHCJIHIX, TAK H CEPHOKHCJBIX pacTBOpPax.

ITepmanranaToMerpHUecKHil MeTOJ onpejeleHns: JKejesa OCHOBaH
Ha okucaeHun kejnesa (II) pacrsopom nepwvanranarta kamams. 9TOT
MeTroJ| JaeT TOYHbIe pe3y/bTaThl, €CcJH THTPOBAHHE NPOBOJSAT B CEPHO-
KHCJIOii cpeje B OTCYTCTBHe OpPraHHYeCKHX M JPYTHX BelllecTB, cIO-
COOHBIX OKHCJIAThCH MepMaHraHatoM xaJqus [1].

Jas onpejeseHus Kejesa npH ero cogepxanun or 1 g0 20 % mnpu-
MEHSAIOT KOMIJIEKCOHOMEeTpHYECKHIT MeTo, npu KotopoM kesezo (III)
TUTPYIOT PacTBOPOM JIBYHATPHEBOH COJIH 3THJIEHAHAMHHTETPAYKCYCHOH
KHcaoTel (komnaekcon I11). Caeayer oTMeTHuTb, UTO OKHC/AEHHE ¥Keje-
3a 1§ HarpeBaHHe pacTBOpa nepej TUTPOBAHHEM IO CPaBHEHHIO C BOC-
CTaHOBJIeHHEM JKeJe3a He J1aeT 3HAYHTEJLbHOrO BHIMIPHILIA BO Bpe-
MeHH, a mepexoJ] OKpacku B KOHIe THTpoBanus kejaesa (II1) xkowmn-
Jdekconom 111 menee uerox, yem npu GuxpomaTHom Mmetoje [1].

Py
i3,
=
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1.1.2.1. BuxpomMaToMeTpHYECKOe OfnpeeNeHne xenesa

BOCCTEHOBJIEHHE KeJgeza MeTaJdJHYECKHM
BHCMYTOM

MeroanKa peKOMEHI0BAaHA [Jf ONMpeJe]eHHs JKeje3a B JKeJle3HBIX
pyaax, OokcHTax, CHJAHKATHBLIX MOpOAax M JAPYrHX MaTepHajax Tpu
cofepxannn xeaeza ot 3 10 50 % (HMuctpykuus HCAM Ne 4-X [27]).

Meroauka onpeje/enus jKejesa OCHOBaHA Ha BOCCTAHOBJIEHHH Ke-
aesa (I1II) no xenesa (II) meramamyeckum BHCMYTOM B 5 %-HOM pa-
crsope HySO4 ¢ mocaeayiomum ero turposannem pacrsopom KoCroOs.
B KauecTBe HHAMKATOPOB NPHMEHAIOT AH(eHHJaMHHOCY.Jb(poHAT Oa-
pHs H (eHHIAHTPAaHHIOBYI0 KHCJAOTY. Buemyr yiaoben Tem, 4To no3Bd-
JISleT NPOH3BOJANTL BOCCTAHOBJICHHE JKele3a KaK B COJNAHOKHCIBIX, TaK
H CepHOKHCJbIX pacTBopax. Peakuus BOCCTaAHOBJIEHHS METaJJIHYECKHM
BHCMYTOM mporekaer no ypasnennio 3Fe3*+4Bi®=3Fe?*+4Bi’+,

Omnpenenennio xeneza memaior Mo, V, U, As (III), Sb (III) npu
cojepXaHHH HX B THTpyemom pacrsope Oosee 0,5 mr, a takke Cu,
Sb (V), W (VI). Meap cnabHo 3anuikaer pesysbraThl. CypbMa npH
YKa3aHHOH KHCJIOTHOCTH rujaponusyercs. Boabpam (VI) B kucawix
pacTBopax BhllazaeT B 0Ca/J0K B BHIe Boab(hpamoBoil kueaorsl. Ompe-
JleJleHHIo He MelialoT npucyrcrBue B pactsope 10 mr As (V), Cr (I1I),
Mn (VII), 30 mr Ti, 20 mr Co. [lsnatuna, nepexoasuiasg B pacTBOp
npu pabore B NJIATHHOBOIl [OCYAe, LEMEHTHPYETCA HA METaJJHYeCKOM
BHCMYTe H ONpejlelleHilo zeje3a He MelIaer.

Onpenenenne xesneza Moxer OBITh BHINOJHEHO H3 OT/AEIBHOH Ha-
BeCKH, a4 TaKxke B XOJe IOJHOrO aHaJH3a H3 0caJKa THIPOKCHIOB
MeTaJJ10B B cTenedn okucaenus -3 [29, 32]. Ilpun onpexenenun xe-
Jlesa H3 OTJeJbHOIl HAaBEeCKH MPHMEHSIOT pasjoiKeHHe COJSAHOH, cep-
HOIl ¥ (TOPUCTOBOLOPOAHON KHCaOTAMH H jApyrue crnocodbl, obecrned-
BalOIlHe MOJIHOe [epeBe/leHne ejae3a B pacTBop.

Peaxtussr. 1. 0,1 %-upit pacrsop dennaantpanuiosoit kucaote B 0,1 % -Hom
pacTBope Ge3BoaHOro KapfoHata HaTpHA.

2. 0,5 %-uptit pacrBop AnpennaamuHocyabponara Gapus, 0,5 r coam pacTBOps-
1oT B 100 Ma 1 M HoSO4 u ocTaBasiorT cTOATL B TeYeHHe CYTOK, a 3aTeM (PHIBTPYIOT.

Pasznoxenue GTOPHCTOBOLZOPOAHONH H CepHOH
kucaortamu Hasecky 0,2—0,5 r B niaTHHOBOH yallKe pasjaralor
15 ma HF, 5 ma HySO4 (1:1). Pacteop ynapupalor 10 rycThix mapos
CepHOIl KHCJIOTBI, OXJa)AaloT, OOMBIBAIOT CTEHKH 4YallKH BOJOH H
BHOBb YNapHBAIOT 0 MOJHOTO yjajeHns cepHoii kucaotel. Cyxoil ocra-
ToK cmaaBasior ¢ 2—3 r Ky,S:0;, naas oxaaxaalor, pacTBOPSIOT B
50. ma ropsaueit HoSO4 (1:19), nepeHocsaT B CTakaH BMECTHMOCTbIO
100 M1 ¥ HArpeBaloT A0 MOJHOrO PAaCTBOPEHHS.

Pasnoxenune coJfAHOH KHCJIOTOH H (GTOPHCTHM
amMmouuem Hagpecky 0,2—0,5 r nomemaior B CTakaH BMeCTHMO-
cteio 100—250 Mo (ecam pyaa coaepKuT cyab(HAB, 0CO6EHHO CY.b-
(uanl Kesaesa, To HaBecky B (aphopoBOM THIVIE NPOKAaJHBAIOT B MYy-
dene npu 550—600 °C B Teuenne 2 u), npuansaior 25—30 ma HCI
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19)*, 1 ma 30 %-noro pacrsopa NH4F u ymepenso narpesaior (ne
opojas a0 kumenusi) B Tevenne 30 mun. K noayuyennomy pacreopy
pubasasior 40 Ma ropsdeil BoAR H OT(HJILTPOBHLIBAIOT HepacTBOPH-
MBI OCTATOK 4epe3 (hUAbTP cpeiHeil MIOTHOCTH ¢ HeOOJBIIHM KOJIH-
yectBOM (HAbTpoOYMaKHO# Maccbl. Ocalok Ha (HIbTPE MPOMBIBAIOT
4—5 paa ropaunm pactsopom HCI (1:50) n sarem 2—3 pasa rops-
" uyeii Bojol. PUALTP ¢ OCAAKOM O30J510T B TMJIATHHOBOM THIVIE TPH
600-—650 °C, mpuansator 0,5 ma HeSO4 (1:1), 3—5 ma HF u Bwi-
‘mapuBaioT focyxa. Ocratok cnaasasior ¢ 0,7—1,0 r KoS:07, naas Bbl-
.~ menauuBaior ropsuynm pacrsopom HCl (1:50) u pacrBop npucoean-
; 'E:rr K ocHOBHOMY ¢uabtpaty. K coasnokuciomy pactsopy npubas-
AA10T 3—4 Kanau neprugpoas u kunarar 5—10 mun.
Fopsiuuii pactBop HeiiTpaausyioT 25 Yp-HbIM aMMHAKOM 0 SIBHOTO
amaxa (B ciayvyae NPHUCYTCTBHA MeJH /aloT H30BITOK aMMHaka 3 MJ
100 ms1 pacTBOpa) M 1alOT OCAJKy CKOAry/JHpoBaThes Ha BOASHOH
ane (cMm. npumedanne 1). Pacteop (mabTpyior uepe3 uIbTP cpel-
IJIOTHOCTH H TMPOMBIBAIOT 0cajok 2—3 pasa ropsiuuM 1 % -HbiM
actBopom ammuaka. Ocajnok rugpokenaa xeaesza (11I) cemmiBalor ¢
abTpa 50—70 ma ropsiuein (70—80 °C) HySO4 (1:10) B crakai, B
KOTOPOM MPOBOANJIOCH OcaxKaeHne (CM. mpuMedanre 2).
- Topsiunit pacrsop (60—70 °C), mnoiyvyeHHBIi OJZHHM W3 YKa3aH-
bIX BHILIE CIOCOOOB, BJHBAIOT B PEAYKTOpP, 3aMOJHEHHBI MeTasaH-
KHM BHCMYTOM C KPYNHOCTbIO 3epHa 1—3 MM (mepea HavaaoM
60Tbl MeTaJJIHYeCKHiT BUCMVT aKTHBHDYIOT, MPONycKas dyepe3 peayk-
op 20 ma HySO4 (1:19), narperoit 1o 40—50 °C). PacrBop nponye-
IOT CO CKOPOCTbIO 2—3 KamiH B CeKYHAy H co0HpPAalOT B KOHHUYECKYIO
Kos16y BMectiMocThio 300 mu. Ilpu atom HeoOXoAMMO CaeIHTh, YTOOHI
fpoBeHb pacTBOpa He ONMYCKaJ/Cs HHiKe NMoBepXHOCTH BHcMyTa. B cay-
jae BBICOKOIO COJepiKaHus xejesa B pactBope (Oomee 25 wmr) pac-
p BO3BpallalT o0paTHO B PEAYKTOP H ONepalHio BOCCTAHOBJIEHHA
KeJjle3a MOBTOPAIOT.
- Penyxrop npommBaior 4—5 pa3 (mo 20—30 ma) HpSO, (1:19),

[ 4y

CTAaHOBJEHHOMY pacTBOpy npHOGaBasi0T 2 Kamiad ¢eHHJaHTPaHHJI0BOMH
KHeqoTel M1 Kanuio auduHumIaMHHOCyAbpoOHATAa GapHa M THTPYIOT
0,1 u. nau 0,05 u. pacrsopom KioCryO; 10 nmepexoia upera pacTtsopa
H3 CBET/I0-3eJIEHOr0 B (PHOJIETOBBIH ¢ PO3OBBIM OTTEHKOM.

- Ilpumeuanns 1. B npHcyrcTBHH BaHaius, Boabdpava, MoauGicHa H
4 WbKa ocaxaeHne ruapokcnaa xenesa (II1) nposoasTt exkoit menousio, K co-
JASHOKHC/JIOMY pacTBopy npuGaBasiioT 3—4 Kamix neprugpoas, kKunatar 5—10 MHH
- B ynapusaior ao 50—60 ma. K pacreopy npuGabasmior 10—20 %-uwlii pacteop
NaOH 10 navana Benajenus THAPOKCHAA 3Kese3a, KOTOpPHE pactsopsior 1—2 kan-
aamy  HCL. PactBop cHoBa HarpeBaloT A0 KHIEHHS H IPH NOCTOSHHOM MepeMeliH-
‘BaHuu Measenno sausaior B 60—70 Ma ropauero cpexenpurorosaeHHoro 5 % -Horo
gﬂGTBOpa NaOH (xomnmentpanus NaOH B xoneunoM ofbeme godxHa OuTh 2,5—
%-noit). Kunsarar cvech 2—3 MHH, clerka nepeMellsBas, AalOT 0CAAKy CKOary-
. JAHPOBAaTLCA M (PHALTPYIOT uYepe3s (uALTP cpeaneii naorHoctH. OcagzoK NMPOMBIBAIOT
5—6 pa3 2 %-wwm pactsopom NaOH n cMuBalOT ¢ passepuyToro Quabtpa 50—

y 3'; 3nech W Jajee B aHAJOTHYHEIX CJayyasX B CKOGKaX yKasaHa naoTHocts (B
- Ifem3),
11



70 ma ropaveir (70—80 “C) H,SO4 (1:19) B crakan, B KOTOPOM NpPOBOAHJOCH
OCaKACHHE H MPOAVJKAIOT aHaJH3, KAK OMHCAHO BhILUE.

2. B npHcyTcTBHM Xpoma oOcafoK cMuBaloT ¢ ¢uabtpa 50 ma ropsueii HySO4
(1:19), a sarem ropsueii Bojo#, A0BOAAT oGbeM Ao 120—150 Ma H OKkHCASIOT
xpom 1—1,5 r (NH;)2S:0s. PactBop kunatar 10—15 MHH H H3 ropsavero pactsopa
0CaK1aloT rHJApPOKCH] Kejne3a aMMHaKoM.

B npucyTerBHE cypbMbl OCajoK cMmbiBaloT ¢ ¢uabTpa 100 ma 2M HCI, narpe-
Toit jgo 50—60 °C. K xoaoanomy pacrsopy mnpubapasior 0,1—0,2 r Nay,SO; aas
BOCCTAHOBJEHHA cYPbMEl 710 cypbMbl (III) B H0BOAAT pacTBOp A0 KHNEHHS.

PacTeop oxaaxiaioT W NpomyckaloT 4epe3 KOJOHKY ¢ 2 r aumonuta AB-17 co
eKopoeTeio | Kanmis B cekyHay (mepe; HadaaoMm paGoThl KOJIOHKY ¢ aHHOHHTOM ax-
THBHPYIOT, nponyckas 50 ma 2 M HCI). Koaonky npomsisaior 2M HCl go noasoro
BLIMBIBaHHA JKesle3a (peakuus c pojaHui-uonom). PacrBop ymapusawot Ao 150 wmua,
npubapisior 5—6 kanmean nepruApoJs, KunaTAT 5—10 MHH H 0CamAAT THAPOKCHI
Hene3a aMMHAaKOM.

B npucyteTBHH ypana ocaloK CMBIBAIOT ¢ (pHabTpa ropsuei Bogoil. ®uavTp 006-
paGatuiBator HeckoabkuMH Kanasmu HCl (1,19) u cHoBa cmeBaoT Bofo#l. Pactmop
YNapHBaioT [0 BJAMKHEX coJeil, ocajok obpabatmsaior 50 ma 5 %-Horo pactBopa
coibl, kKunAtTatT 10—15 MHH u GHALTPYIOT 4epes (HALTP, TPOMBITHIE pacTBOpOM
€0/lbl, 0CaA0K npoMuBator 4—5 pa3 2 % -HLIM PacTBOPOM COAB H CMBIBAIOT ¢ (hHJb-
Tpa 50—70 ma ropsueit HoSO,; (1:19) B crakad, B KOTOPOM MPOBOAHJIOCH OCAZK-
ZeHHe.

BoccraHoBaeHne xkeJgaesa XJOPHCTBM OJJOBOM

Metonuka pekoMeHJ0OBaHa IJis ONpelelleHHs Kejeda B rKede3HbIX
pyiax, KoHIleHTpaTtax H JAPYruX MaTepHajax IpPH €ero cojaepmaHuu
20 % wu Gouee.

Metoanka ocHOBaHa Ha BoccTaHoBJeHHH Xene3za (III) no xene-
3a (II) x;opHCTHIM 0J10BOM B COJNSIHOKHCJIOM PacTBOpe C HOCJAEAYIO-
wuM THTpoBaHueM :emesa (lI) pactBopom Guxpomara Kanus.

XJopHcTOE 0J10BO B KPENKOH COJSIHOH KHCI0oTe Haubojgee HacTo
ynorpebJasiercss B KayecTBe BOCCTAHOBHTeJs Kesesa. B Takom pac-
TBOpE OJIOBO MPHCYTCTBYET B BHIe KoMmmjekcHBIX HOHOB [SnCly]?~, Ko
Topbie 06Jaal0T TeM OoJblell BOCCTAHOBHTENBHOH CHJIOH, ueM §0.b-
e KOHILEHTPAalHs COJsHONH KHCaoThl B pactBope [41]. Peakuns Boc-
CTAHOBJIEHHST ¥e/e3a XJOPHCTBIM OJOBOM NPOTEKAaeT Mo ypaBHEHHIO

[SnCl,Je~ + 2 Fe3* 4 2 C1* — [SnClJ*~ + 2 Fe2*,

BoccraHoBienue kejeza MpPOBOJASIT B TOPSYHX pacTBOpax MPH BHICO-
KOl KOHUEHTpauHuH HoHOB XxJopa. [lepexon KeaTtoro lBera pacTeopa,
cofepmxauiero noHsl xeseza (I1I), B GecuBerHblil, XapaKTepHEII A5
HOHOB Keae3a (Il), HeueTOK, MOITOMY NMPHXOAHTCH BBOAHTHL HebOJb-
moil H30LITOK XJOPHCTOrO 0J0Ba /g obecneyeHHs MOJHOTBI BOCCTA-
HoBJeHust. Tak Kaxk XJOpHCTOE OJI0BO OKHCJAeTcs OHXpOMAaTOM KaJus
[0 ypaBHEHHIO

3SnCl, + K.Cr,0; + 14 HCl = 3 SnCl, + 2KCl + 2 CrCly + TH,0,

TO BBeJeHHBII H30BITOK 0JI0BA OKHCJSIIOT PacTBOPOM XJOPHOH PTYTH
(cysemoit), obpasyiolleil HepacTBOPHMBLIT OCaL0K KaJOMEJIH, KOTOPHII
He okucasierca 6uxpomartom kajaus: [SnCly]?~+42HgCly=[SnCl¢]*+
+Hg,Cl,. M36HITOK XJOPHCTOrO 0J0Ba He J0/KeH ObTh GOJMbLINM,
TaK KaK B 3TOM cJyyae TPH BOCCTAHOBJIeHHH o0pasyeTcs cephlil HIH
YepHbIl 0CaJl0K MeTa/IHYecKol pTyTd (IpH NPaBHABHO NPOBEEHHOM
BOCCTAHOBJICHHH JIOJI)KHA MOJYUHTBCA TOJBKO Jerkas MyTh HJIH He-
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GoablIoi Oenblil 0cajoK 4YHCTOH KajJomenaH), KOTOpas OKHcasercs Ou-
XpOMAaToM KaJHfi, H TOrJa pe3yabTaTbl ONpele/eHHA Kejde3a Mo\ -
walOTCA 3aBbILIEHHBIMH. B TakoMm caydae aHa/lH3 cjelyeT NOBTOPHTb
3aHOBO.

IIpn BOCCTAHOBJEHHH KeJje3a XJOPHCTHIM OJIOBOM Pe3yJbTaThl OI-
peseneHns »Kejdesa 3aBHaloT MoanGjeH, paHaauii, cypbma (III) u
(V), mpimbak (III) npu cozepxanun ux B pactBope Gomee 0,5 wr,
THTAH npu cofepxanuu 1 Mr m GoJsee, MeAb NMPH COAEPKAHHH D MT
1 Gosee. [Ipoueccy BoccTaHOBJIEHHS MEIIAlOT BOAb(ppaM, TaK Kak OH
BHITA1aeT B 0CaJ0K B BHIe BOJb()PaMOBOIl KHCJIOTH, H XPOM CBOeil
‘QKpackoil. B nmpreyTeTBHM MIATHHBL, KOTOpPAs BOCCTAHABJIHBAETCH XJO-
PHCTHIM 0JIOBOM JI0 MeTajsa, obpasyloTcs YCTOHYMBLIE KOJJIOHAHBIE
PacTBOPHl, OKpalIeHHble B KOPHYHEBHIl HJIH TEMHO-XKe/ATHIl 1BeT,
BCJIEACTBHE Yero HEeBO3MOXKHO YCTAHOBHTh KOHEIl BOCCTAHOBJeHHA. B
3TOM cJayuyae npuberalor K ApyroMy BocctaHosurtenio [41]. Otaenenne
Memaomux siaementos (Mo, V, Cr, Cu, Sh, As) npoBoasaTt Tak, Kak
JIPH BOCCTAHOBJIEHHH JKeje3ad MeTaJJIHYEeCKHM BHCMYTOM.

BoccranoBienye eJlesa XJOPHCTBIM 0JI0BOM MOMKeT ObITh NpoBe-

~ deHo 0Oe3 npuMeHeHHs coellHHeHHil pTyTH. B 3TOM cayyae H3OLITOK
. BBEJEHHOTO XJIOPHCTOTO 0J0Ba YAAJSIOT PAcTBOPOM GHXpoMmaTa Kajus
. B NPHCYTCTBHH BHYTPEHHEr0 HHAHKATOPa — METHJIEHOBOH CHHH HJH
- KpemuemonbaenoBoil Kucaots [2,43].

- MerpoJornyeckast olleHKa MeTOAa ONpeIeseHHs Keje3a, OCHOBaH-
- HOTO Ha BOCCTAHOBJIEHHH XKeje3a XJOPHCTBLIM OJIOBOM ¢ yjaaJleHHeMm
- ero n3beITKa cyjgeMoil uan GHXpOMAaTOM KaJiis, NoKasaJa, YTo BTOPOIl
‘crocol MeHee TOUHBLIH N MoMKeT GHITh PEKOMEHJ0BAaH TOJILKO 1Js aHa-
JiH3a ps/ioBHIX npob.

¥

-
e

Peaktueer. 1. Xnopueroe oaoso, 10 %-ueiit pacrsop. 100 r KpHCTAIIHYECKOrO
xaopucroro onosa SnCly-2H,0, coorsercrsywinee 84 r SnCly, pacrsopsior B 200 ma
HCl (1,19), ecan tpefyercs, narpesaioT H pa3faBJasfioT BOAON 10 1 g, npudasisior

. HECKOJBKO TPaHyJs MeTajJIHYecKOro oJioBa JJIA NMPeAoTBPAlleHHs] OKHCJAeHHs Sng™ u
flepeMelniBaoT. PacTBOp XpaHAT B 3aKPHITOH CKJSHKE,

2. Cmecp kucaor, 150 ma HpSO; (1,84) o0cTOpoXKHO NMPHAHBAIOT HEGOABIIHMH
mopunsiviu B 300 MJ AHCTHAMHPOBAHHON BOAL NpH nepememnpBannH. ITocre oxaamxk-
Jenus cvecH npuausant 150 ma docdopuoit kueaorw (1,70) n nepeMelinBaor.

Hagecky 0,5 r pasiaraior consiHOi KHCJIOTOH B NMPHCYTCTBHH (TO-
pHcTOro aMMOHHUSI (Kak omHcaHo Bhilie). ®uabTpaT cO6HPAIOT B KOHH-
yeckyio KoslGy BMectHMocthio 250 ma. K ocratky mnocsae o30deHHs
mpubasasior 0,5 ma HeSO4 (1:1), 3—5 ma HF u sBwnapusaior jo-
cyxa. Ocratok B turae cnaasasgior ¢ 0,7—1,0 r KyS:0;, naas Bbile-
JaynBaior B crakan Ha 100 ma 20—30 ma ropsiveit HCl (1:4) u pa-
CTBOP MNPHCOELHHAIOT K OCHOBHOMY (uiabTpaty. O6beinHeHHBIH pac-
TBop Bhinapusaiwor jao 30—40 ma. K pacrsopy, marperomy mgo 80—
90 °C, no kamisaM npHbGaBASIOT PAcTBOP XJOPHCTOrO 0J0Ba 10 obec-
uBeynBaHus W H36bITOK ero 1-2 kanau. Ilocie BoccTaHoBJeHHs pac-
TBOP OXJaxaaT, pas3baBiasiioT AHCTHIIHPOBAHHON BOJOH no 100—
120 ma, 6vicTpo nprGasasior 5 Ma 5 Y% -HOro pacTBopa XJOPHOH PTYTH
u gaior croath 5—7 mun. ITocne Boinagenus ocagka HgCly, pactsop
PasbaBasiorT AMCTHAIHPOBaHHON Bojo# 1o 200 mua, npubasasior 10 ma
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cMecH cepHoil H (ochopHOil KHCIOT H B NPHCYTCTBHH 2—3 Kanedb
andennaamutocyabponara 6apus turpytor 0,05 nan 0,1 H. pacTBopom
K:Crs0; 10 nosiBienusi ycToiuuBoii cuue-(h)HOJETOBOI OKPACKH.

1.1.2.2. KomnaekcoHoMeTpHYecKoe onpejieneHne enesa

MeToauKa peKoMeHJOBaHa /IS ONpefes]eHHs XKejdeza NPH cojep-
aanun or 2 10 209 B cHANKATHEIX TOPHBIX MOPOJax, COAEprKallHX
He Goaee 1 % PoOs u 3—5 Y Ni u Cu (Mucrpykuun HCAM Ne 69-X
u 138-X [27]).

Meronuka ocHoBana Ha cnocoGuoctn Kommiekcona II1 Bzaumoneii-
cTBoBaTh ¢ iKejesom (III) ¢ obpasoBanneMm ycTOHYHBOrO PacTBOPH-
MOT0 BHVTPHKOMIIVIEKCHOTO COeAHHeHHsi. DTO JaeT BO3MOXKHOCTh B NPH-
CVTCTBHH MHJHKAaTOpa THTPOBATb iKede3o 6e3 ero npeiBapuTeaBHoro
BOCCTAHOBJIECHHS.

Honnt #eqesza (II) we turpyiores kommiaekconom III, nostomy xe-
Je30 B aHAJU3MPYEMOM pacTBOpe [A0JKHO OHITh TIpeiBapHTeNbHO
okHcaeHo. THTpOBaHHe JKeje3a TPOBOASAT B COJAHOKHCIOM pacTBOpe
(pH=1,0—1,5) ¢ cyabdocaanuuaoBoii KHCJOTOH B KauecTBe MeTaJ-
JouHAnKaTopa [27], obpasywouteii ¢ xenezom (I11) okpamennoe komn-
JeKCHOe coeflHHeHHe, MeHee NMPOYHOe, YeM KOMIIJIeKCOHAT ejesa. B
SKBHBAJIEHTHOI TOYKE KOMILVIEKC XKeJe3a ¢ HHAHKATOPOM, KOTOPBIl
OKpalIHBaeT PacTBOP B JIHJOBLIH IlBeT, NOJHOCTBIO paspyuiaercd, H
pacTBop mpuHoOperaeT MKeJATY0 OKPackKy, CBOHCTBEHHYIO KOMILIEKCO-
Haty kemeza (III). Bepxuuii mpepen Bennunnsl pH orpanuunBaercs
npHCYTCTBHEeM aJioMHHHsS W TutaHa. [Ipm temmepartype 50—60 °C n
pH 6osee 1,5 amoMuuuii 1 THTAH MOrYT YACTHYHO CBSI3LIBATHCA KOMII-
aJekconom III. Ilpu pH wmenee 1 Keieso He NMOJHOCTBIO CBA3BIBAETCH
komnaekconom III. PactBophl ¢ BHICOKHM cojepiKaHHeM THTaHa cCJe-
Ayer HeHTPaJH30BaTh OCTOPONKHO, TAK KaK THIPOKCHI THTaHa MOXKeT
He PacTBOPHTHCA NPH IMOCJEAYIOUleM NOAKHCJAeHHH pactBopa jao pH
1—1,5, Heo6xonumoro npH THTpOBaHHH Kesaeza. OnpegeqeHHI0 Ke-
Je3a He MelaloT HOHbl KaJbllisi, MATHHSA, MapraHiia, a;lOMHHHS, KpeM-
HHA.

/Kenezo ompenensior Kak H3 OT/AeNbHOH HaBECKH, TaK H B Xoje
MOJIHOTO aHaJH3a Tocje OT/AeJTeHHA KPEeMHHeBOH KHCJIOTHL H IpeaBapH-
TeJbHOTO BLIZENEHHs JKese3a HAPOJH30M B NPHCYTCTBHH YPOTPONHHA
[27, 40].

Hagecky 0,1—0,5 r oGxurator B ¢apdopoom turie npu 600 °C
1 TEpeHocAT B CTakaH BMecTHMocTblo 250 ma, mnpubasasior 20—
30 ma HCI (1,19), 5 ma HNO; (1,40) m mpoBoasiT pasioiKeHHE NPH
Harpesanuu. ITocsie oKOHUAHNS pa3JIOXKeHUS PACTBOP BHIAPHBAIOT JA0-
cyxa. K ocrarky npubasasior 8—10 ma HCI (1,19) u cHoBa Bbmapu-
BaloT jocyxa. Ocratok cmaunsaior 2—3 ma HCI (1,19) u pacreopsiior
B ropsayeii Boge. OT(HILTPOBBLIBAIOT OT HEPACTBOPHMOrO OCTaTKa, NMpPo-
MbiBaoT (uaptp cuauvana HCI (1:50), a nmorom Bozoii. Puabtp ¢
0CaJKOM 030JI0T B IJaTHHOBOM THrae, mnpuauBaior 1 ma HySOy
(1:1), 3—5 man HF u Bemapusaor pocyxa. OcTaTok CHJaBJsiiOT ¢
0,7—1,0 r nupocynbpara Kains, nJaB BbILEJAYHBAIOT COMAHOMN KHC-
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- moroil (1:50) u npucoeaHHAOT K OcHOBHOMY uabTpaTty. CoasiHo-
KHeablil pactsop Bbinapubalor Ao 70—80 mMa n ocaxKjaaor xKejae3o
(I11) B Buae ruapokcuaa ammuakoMm. Ecam B pyae mnpucyrersyer
Me/lb, KOTOpas Mellaer Olpeie/eHnio, TO NpH ocax/ieHHH 1ai0T H30bl-
ToK amMuaka 2—3 ma Ha 100 ma1 pactBopa.

Ocanok ruapokcnaa keneza (III) cmeiBaior ropsiueii Bogoii B cra-
KaH, B KOTOPOM NPOBOAMJIOCH OcaxieHHe, (GpuabTp obpabaThBAIOT He-
GOJTBILIM KOJHYECTBOM COJIAHOH KHCJIOTH H MPOMBIBAIOT ropsdeil Bo-
noi. ITocae nMoaHOro pacTBOpPEHHS.0Ca/Ka THADOKCHIA B COJNSHON KH-
¢JI0Te PacTBOP HEATPaJH3YIOT aMMHAKOM 10 Gyporo okpammnBaHus 6y-
Maru Kowro, pobasasior 5 ma HCL (1:4), pazGaBasior ropsiueil Bo-
noit 10 100—150 mu, yro6b TeMmnepartypa pacrBopa 6via 40—50 °C.
IIpudasasior 5 ma 10 %-noro pacreopa cy/b(ocaaHINIOBOH KHCIOTH
u taTpyior xeaeso 0,02—0,05M pacreopom kommiekcona IIT no me-
pexojia JHJI0BO-KPACHOH OKpackH CyJab(OCaJHUHIOBOrO ¥Kejesa B 3e-

- JIHOBATO-KEJNTYIO, XapakTepHYIO A KOMILJIeKcoHaTa ese3za. Tutp

~ pactBopa KommiexcoHa III mo xenesy ycramaBampaior mo cTaHapt-

- HOMYy o0pasily CHJHKATHON NOPOAbl C YCTAHOBJEHHBIM COJEPKaHHEM

- OKCHJa JKeJesa (IlIT) B xoae ananusa. Teopernueckuit Tutp 0,06M

- pactBopa komnaekcona III no okcuny xenesa (I1I) pasen

- 0,00399 r/ma.

~ Ilpwu onpegenennn Keje3a B XOje NOJHOrO aHa/JH3a K (DUABTpATY -

. mocJie OTAeJdeHHs KpeMHHeBOH KucJaoThl gobasasior 1 ma HNO; (1,4)

i kunAtAT 5—10 mur ana oxkucaenns xeaesa (I1). OcruiBmnil pact-

BOp HeiiTpaauayior ammuakom (l:1) no nossienns Jerkoi MyTtH (no-

- OypeHne MHAHKATOPHOI OyMmari KOHT0), KOTOPYI pPacTBOPSIOT B He-

- cxosbknx Kamasx HCI (1:1). Ocaxpaaior ruApOKCHAB, HpHOaBAAS

15 ma 25 %-noro pactBOpa YpOTpONHHA, W HAarpesaioT pacTBOpP M0

~ Hayaja kunenus (He Kunsitutb!). Pacteop ocrasasiior Ha 15—20 mMun

~ Ha BOAfHON GaHe Ml KOAry/MsiHH OCajKa. B KOHTPONLHOM OMNbiTe
~ pacTBOp HefTPAJH3YIOT aMMHAKOM 10 nobypeHus Oymar# KOHTO

- (pH 2—3) u noGasasior 15 ma 25 % -Horo pacTBOpa YpOTPONHHA.

Ocalok rHApPOKCHIOB OT(GHJIBLTPOBLIBAIOT ((DHABLTP «KpacHas JeH-
Ta»), npombiBaloT 6—8 pas tennmim 0,5 %-HBIM pacTBOpOM YpOTpO-
TiHHAa 1 CMBIBAlOT ¢ (UJIBTPA B CTAKaH, B KOTOPOM IIPOBOJANJIOCH OCaK-
Zenne. OcraBmnecs HA (HJIBTPE YaCTHIBl OCajka PacTBOPAIOT, Tpo-
MbiBasi puabTp 3—4 pasa ropsueit HCl (1:6). Jobasasior 20—30 ma
HCI (1:1), narpeeaor 10 pacTBOpeHHSI OCajKa M KOJHYECTBEHHO Ile-
PeHocAT pacTBOpP B MepHy10 Kojaly Bmectumoctbio 250 ma. Otbupaior
MHIeTKoH aJuKkBOTHYIO yacThb 50—100 mMa (B saBHCHMOCTH OT cojep-
JKaHus Keje3a) H MOMEUIAlOT B cTakaH BMectumoctbio 250 mu. Pacrt-
BOp HeliTpasu3yloT amMmmuakom 10 Oyporo okpauinBaHuns Oymarn KoH-
To, nobasasior 5 Ma HCl (1:4) u pasbasasior npHOIH3ATENBHO
B/IBOe Kiunsuleid Boxoil, ytobul Temmepatypa pactBopa Owiia 40—
50 °C (B xoM0aHBIX pacTBOPaX NMepexoi OKPacKH B TOUKE 3KBHBAJIEHT-
HOCTH pacTaHyT, a npH temneparype Boie 60 °C MomKer 4HacTHYHO
THTPOBATLCS TUTaH W amomuuuii). K pacrsopy paobasasiior 5 Ma
10 %-noro pacrsopa cyab(OCANHUNAOBON KHCAOTH H THTPYIOT ¥Ke1e30
0,05 wan 0,02M pactsopom Komnaekcona 111 Tak, Kak OnHCaHO Bhille.
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1.1.3. ®oTomerpHuecKoe onpeaesenue odlero xemaesa

Ins onpenenenus MaJblX KOJHYECTB Kejae3a IIHPOKO MPHMEHSIOT
oToMeTpHYecKHe MeTO/bl, OCHOBaHHbIe Ha H3Mepenuu abcopbuuu pa-
CTBOPOB KOMILJIEKCOB JKeJe3a C PasJHYHBIMH peareHTaMH. JTH MeTO-
Abl 1les1ecoo6pasHel H NPH ONpeleJeHHH OTHOCHTEJBHO BHICOKHX COJep-
HKaunil xeaesa. Tak, B MacCOBEIX aHAIH3aX ¢ CyAbGOCATHIHIOBOR K-
ca0Toii onpeaensoTr o 10—15 % 2Keneza npH cOOTBETCTBYIOLLEM pa3-
BEJIEHHH.

H3 ¢oromerpuyecKknx MeTOAOB oOlpejeseHus Keaesa HaubGoaee
yIOTPeOHMbl METO/bl C HCIOJB30BaHHEM CYJAb(OCaJHIHIOBOH KHC/I0-
THl, o, o/-AHNHPHAKHIA (O-QEeHaHTPOJIHHA) M POAAHHCTOrO AMMOHHSA
(xaaus).

.

1.1.3.1. Onpenenenne xeaeia ¢ cyabhocaaHiHaoBOil KHCIOTON

Meroauka pexoMeHJOBaHa JJsi olpele/ieHHs XKeJe3a B CHJIHKAT-
HBIX TOPHEIX nopojaax npu cofep:xauuu ot 0,05 no 8,0 % FexOs
(Muctpyknus HCAM Ne 5-X [27]).

Metoauka ocHoBaHa Ha cnocoOHocTH xenesa (II1) o6pasoBmiBath
¢ cyabdocaaunuIoBOi KHCIOTON B ammuauHoMm pactBope npu pH
8,5—11,5 BHYTpHKOMIJIEKCHOE COEIHHEHHEe, OKpalleHHOe B KeJTHIil
user. Ecin B pacrsope npucyrcrByer xeneso (1), To omno, no-suau-
MOMY, OKHCJAsieTcsl B LIeJOYHOM cpejle KHCJIOPOAOM BO3/yXa H HHTEH-
CHBHOCTb OKPAacKH KoMmJekca Oyner NponopiHoHajbHa ofuieMy co-
Jdepxauuio Kemeza. OKpacka BO3HHKAaeT NPAKTHYECKH MIHOBEHHO I
OCTAaeTcsl YCTOHYHBOI B TedyeHHe ABYX-Tpex MecsiueB. Makcumym ab-
copbunu pactBopa cy/ib(ocalNHUHJIOBOrO KOMIJIEKca eje3a Haxo-
aures npu A-424 um. JInnefiHasi 3aBHCHMOCTb OKPAackH KoMiekca
coxpaHfiercs B HeLIHPOKOM HHTepBaJe KOHIIEHTpaIHil Kesesa.

Onpenenennio xenesa He Memalor Honw PO, F-, SO, Cl-
n NOz=. Has nomapieHHsi AHCCONHAUNH OKpPalIeHHOTO KOMIJIEKCA H
HekaIrouennsi Bausuus wonoB Al, Ca, Mg, Be, Th, P33, ymenbumalo-
LHX KOHIEHTpauuio cBoOOAHOH cy/bdocaJlHLHIOBOH KHCJAOTHL B pacTt-
Bope [45], neoGxoaum He Menee uyem 50-kpaTHbli ee H3OBITOK.

Onpenenenno Mewaior ypau (VI), xpom (III) u xpom (VI), cyps-
ma (IIT) u cypema (V), kobanabr npH colep:KaHHH B (oToMeTpHpye-
Mom pactBope 0,5 Mr u BhIIe; Mejb, BaHa/lHH — IPH COAEPKAHHH
5 M M BHIlle; HHKeJb H MOJHOJEH — NPH COJep:KaHHH COOTBETCTBEH-
Ho 15 u 20 mr. IlepeuncienHLle 3MeMEHTH 3aBHILAIOT Pe3y/abTATHl OI-
penesienns Keaesa. B npucyrctBHE JuHOKcHia THTana (Gonee 5%) B
pacTBOpe BO3HHKAeT JKeJaTas OKpacka, KOTopas yCTpPaHseTca NpH J10-
Gapienun u3bbiTka amvuaka. HaoGopor, B npucyrersuun 10—15 %
KaJbllHA WJIH MarHus cJe/lyeT BO3AepiKHBATLCA OT npHbaBaeHus 60.1b-
uroro u3bwiTKa ammuaka Bo HaGexanne ocaabaenus oxkpacku. Ilpu
aHa/H3e MaTepHajOoB, COJAEPKALIHX 3HAYHTEJNbHblE KOJHYECTBA KaJb-
I[HsA, MQTHHA H MeaH, HeoOX0AHMO NpeABapHTE]bHO BBIIEIHTbL THAPO-
kenp xxenesa (IHI) ammuaxkom. Mapranen u nepHii B aMMHauHBIX pa-
CTBOPAX OKHCIAIOTCS KHCJAOPOAOM BO3AyXa, o6pasys Oypble THAPOKCH-
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ai. [Tpn HeGoabuINX KOJTHYECTBAX HX B PACTBOP NPHOGAB/SIOT COMH TH-
apokcnaamuHa. Boabline KoguyecTBa MapraHiua HeoGXOAHMO NpeiBa-
pHTEIbHO 0TAeaATh [45].
£ HezonyctnMo npHCyTCTBHE B pacTBOpe I[EPOKCHAA BOAOpOAd H
~ pepcyab(dara, Tak Kak OHH BJAHAIOT Ha OKPAacky pPacTBOPOB.

Peaxtus. Crangaptueiit pactsop xenesa. 0,1 r Fe,0; x. w. (ana tTtpa) pacrso-
paiotT npn ciabom Harpesannd B 20 ma HCl (pasbasaennofi B cootsowenun | : 1
HAH nepersanHofi). PacTsop mepeHocAiT B MepHYI0 K0aGy BMeCTHMOCTBIO 1 & u mo-
JauBaloT Boxoit 10 MeTkH; 1 Ma pactBopa cozepxuT 0,1 Mr Fe,Os.
Jnsi NpHrOTOBJEHHS CTaHIapTHOTO pacTBOpa JKejae3a H3 KeJe30-aMMOHHIAHBIX
kBacnos Hasecky 0,6039 r HeBHIBeTPHBIUKXCH KDHCTAJJIOB IKEJe30-aMMOHHIHBIX
~ KBacmoB X. 4. pacreopsior B 100—150 ma H.SO4 (1:19) n xoBoasT obwbeM 10
& 1 a Boaoii.
Jas ycraHOBJeHHS THTPa  pacTBOpa OTOHPAalOT JBe aJHKBOTHHIE YacTH MO
25 mJ, nepeHocHT MX B CTakaHe, npubasjfgioT HeMHoro o0e330JeHHOR OyMaiKHOR
Macchl, HarpesaioT A0 KHMEHHS H NPHJIHBAIOT aMMHaK Jo0 sBHOro 3amaxa. Ocaake
 OT)HIALTPOBLIBAIOT, NPOMHIBaiOT ropaunM 2 U;-HbM HefTpaJbHEIM pPACTBOPOM a30T-
'HOKHCJIOr0  aMMOHHS, [OMEWIaiT BO B3BElIEHHHE THIVH, BEICYLIHBAKT, O30T,
fipoKaauBaloT B Mydemsuofi meun npr 950—1000 °C 1o moctosiHHOf Maccel M pac-
| GUATHBAIOT coleprianne okcuaa xenesa (III) B 1 ma cranpaprHoro pacrsopa.

'\I

PasznoxeHnune conssHON H a30THOH KucaoraMmHu Ha-
Becky 0,1—1,0 r B crakane pasaaraor 10—20 ma HCl (1,19) npu
caabom kunsyennd. Ecau mopojga mpH 3TOM He pasjaraercs, TO 10-
papagor 5—7 ma HNO; (1,4) u npozonxalorT KunsgdyeHHe 10 HOJHOrO
pasjoKeHuss MaTtepnaiga. B ciayuae HENOJHOrO pa3JOMKeHHS OCAL0K
N OTOHIBTPOBLIBAIOT, NIPOMLIBAIOT 3-—4 pasa ropsideil BoJOH, (QHABTP
N 030J5I0T H OCTATOK CIJIABJASIOT B naatHHoBoMm TtHriae c 0,5—10 ¢
~coanl. Cnaas pacrsopsiior B HCl (1:4) u npucoeIHHSIOT K OCHOBHOMY
" pactBopy. PacTBOp nepeBoasT B MepHYI0 K016y BMecTHMOCTBIO 100 M,
. I0BOJAT BOJOI 0 METKH M IlepeMelInBaoT.
B PaszjoxeHHe qJTopncTOBO:Lopoxr{oﬁ H CepHOH
kucaoramu. Hagsecky 0,1—1,0 r B naaTuHOBOM Yalllke pasiaraior
10 max HF u 10 ma HySO4 (1:1) npu narpeBanun Ha miaHTKe. Pactsop
| H3pelKa ICPEMELIHBAIOT H YNApHBAIOT JO TYCTHIX NMapos H,SOs. B
 ciyuae HENOJIHOTO pasJoKeHHst npubasasior eme 5 ma HF u chosa
- ymapusaior. Iocsie oxgakjaeHHust oOMBIBAIOT CTEHKH YallKH BOJOH H
;j ynapusator A0 nogxoro yaadesus HySOs Ocratok cnaasasior ¢ 2—
~ 4 r K,S,;0;. ITocae oxsaKkaeHus CHJaaB H3BJAEKAlOT B CTaKaH ropsuei
H.SO; (1:19), marpeBaior 10 pPacTBOPEHHs, PAcTBOP INepPeBOAAT B
MepHYyl0 Koa6y BmectnMocTbio 100 wmul, moamBalOT BOJAOH 10 METKH H
HepeMennBaT.

H3 pactBopa, noJy4eHHOr0 OJHHM H3 YKa3aHHHEIX cnoco0oB, OTOH-
PaloT aJHKBOTHYIO YaCTh H MEPEHOCHAT B MEPHYIO KO0y BMECTHMOCTHIO
50 ma. IMpu6apasior 0,5—1,0 r CepHOKHCJIOrO THAPOKCHIAMHHA (an
HE3HAYHTEJIbHOM COJIepIKAHHH MapraHilia THAPOKCHJIAMHH MQH
106aBasiTh) u BEAcpxkuBaloT 30 vun. [Ipubasasior 10 Ma2a ﬁor \\\
pactBopa CyJabdocaaHIHIOBONH KHCJAOTH (HIH 15 Ma 15};%\\\:%91" pacr, '«,,m-
BOpa  CcyJIb(OCANMUIIOBOTO  HATPHS), TIepeMeIINBAIOTR JIp iifBaior
25 % -ubiii aMMHaK 0 TOSIBJEHHSI KEJTOTO oxpamuﬂmmﬂ n,sﬁ’:ew \s o
9 MJ ero n3bbiTka. PacTBOp OXJamI210T, 10JHBAIOT g\ K éywnm
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OaHOBPEMEHHO TOTOBAT HYJeBOil pactBop. las 3TOro B MepHYio
K010y BMecTHMOCTBIO D0 MJa npubGaBasiioT THAPOKCHJIaMHH (ec/an OH
npu6GaBaAncs B HCHBITYEMBIH PacTBOp), cy/b(OCAJULHIOBYIO KHCJIOTY
H aMMHAaK B KOJHYECTBAX, YKasaHHBIX Bhlllle, PACTBOP OXJaiKIaloT,
JLOBOJISIT 10 METKH BOJIOH M MepeMelinBalor.

AGcop6uUHI0 HCIBITYEMOro pactBopa H3MmepsiiorT npu A=424 um B
KiOBeTe ¢ TOMUHHON c¢10sg 10 MM 10 OTHOUIEHHIO K HYJeBOMY pact-
Bopy. IlapannenbHo ananusy BeAyT KOHTPOJLHEI ONMHIT € TeMH Ke
peaktuBamu. Cojep:KaHHe »Keje3a PacCUYHUTHIBAIOT MO TpaiyHPOBOY-
HOMY rpadHKy.

Ilas mocTpoeHHst rpaiyHpoOBOYHOTO rpadnka B MepHble KoJaObl BMe-
cTHMOCcTbi0 50 MJ1 nmoMmellaloT CTaHAApPTHBIH PACTBOP OKCHIA »KeJe3a
(II1) B xommuecrse 0,02; 0,05; 0,10; 0,15; 0,20; 0,25; 0,30; 0,40;
0,50 mr, npubasasior no 10 ma 25 %-noro pacrBopa cyabpocaaiin-
noBoit KHeaoTH (Manm mo 15 ma 15 %-Horo pacrtBopa cyabdocanuun-
JIOBOTO HATPHS), aMMHAK A0 MOSBJICHHSA KEJTOH OKPACKH H N0 5 M
ero n3burka. PacTBop oxs1axaaior, 10/HBAIOT A0 METKH BOJOIl, mepe-
MEIIHBAIOT 1 H3MepsioT abcopbinio pacTBOPOB HO OTHOLIEHHIO K HYyJle-
BOMY PacTBOpY.

1.1.3.2. Onpenenenne xenesa ¢ o, o-IHOHPHAHIOM

MeTtoanka pekOMeHAOBaHa /51 ONpelescHHs ¥KeJae3a B CHIHKAT-
HBIX TOpHBIX nopoaax npu coxepxkanun 0,02—4,09% Fe,0: n ocuosa-
Ha Ha BOCCTAHOBJICHHH JKese3a COJNSHOKHCABIM THAPOKCHIAMHHOM [0
xenesa (II), kotopoe oGpasyer ¢ opraHHYeCKHM OCHOBaHHeM o, o’-1H-
OHPHANIOM pPAacTBOPHMOE KOMILICKCHOe coOeJHHeHHe, OKpalleHHOe B
HHTeHCHBHHII Kpacubii user [29]. Komniekchoe coennnenne obpa-
syerca B uutepBase pH 3—9, yeToilunBo Mo OTHOUIEHHIO K KHCJIOPOAY
Bo3ayxa. Okpacka pa3BuBaercsi OBLICTPO H He H3MEHSETCS B TeueHHe
IauTeabHoro BpeMedH. JInHefiHash 3aBHCHMOCTh OKDPAacKH KOMILIEKC-
HOTO COeJMHeHHs] COXPAaHAeTCAd B IIHPOKOM HHTePBaJe KOHUEHTpaluii
xKenesa. Makcumym abcopOunu pacTBopa OKpalleHHOrO KOMIJIEKCHOTO
‘COeIHHEHHS JIEXKHT B HHTEpBaJe AJHH BOJH D24—526 Hwm.

BoapmnreTBO 371€MEHTOB, BXOAAMKX B COCTAB CHIHKATHHIX MOPOJ
(Ca, Mg, Al, Ti u ap.), naer ¢ o, o/-IHNHPHAHIOM HEOKpallleHHbIE
COeIHHEHHST H TOITOMY He OKa3biBAeT BJHAHHS HA ONpejejeHHe Ke-
Jie3a, HO TaK KaK Ha HHUX PacXOAyeTcsi peaKTHB, KOJHYECTBO €ro COOT-
BETCTBEHHO YBeJIHYHBAIOT.

Onpenenennio Xxeae3a MeWaloT 3JTeMEHTH, HMelollHe cOGCTBEHHYIO
okpacky. Cepe6po n BHCMYT 00pasyioT ¢ o, o’-AHNHPHIAHIOM OCAJKH.
Kanwnii, pryts, uunk obpasyor ¢ o, o-IHNHPHAHJIOM MajopacTBO-
PHMBIE KOMIIJIEKCHI, YTO YMeHbIIaeT HHTEHCHBHOCTh OKPACKH KOMILIEK-
€a Kejaesa. Bansinue 3THX 3J7eMeHTOB MOXKHO YCTPaHHTh J00aBieHHEM
Goabuioro n3buTKa peaktHsa. Moryr Memath OOJbIIHE KOJHYECTBA
MelH, Maprania, kobannta, HHKeJf, XpoMa, a TakxKe OepHJJIHI, MO-
Jnbaen, soabppam [27]. Docharsl npu cogepxanun 10 20 MKr/mia
Py0s u dropuan npu cogepxmanuun a0 500 MKr/Mu He MewaoT onpe-
Aeqennwo. Ilpu oueHb BHICOKON KOHIEHTPALMH CYJb(paT- H XJOPHI-
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HOHOB YMEHbUIAETCH PACTBOPHMOCTb KOMILIEKCHOTO COCAHHEHHS KeJe-
3a (I) ¢ «, &’-aunupHARIOM B BOde H B TaKHX c/aydasx Habaionaercs
~ BblI€JeHHE KPAacHOro ocajka.
' Onpeaenenne cojepmanus #ejeza MoKer OBITh BBINOJHEHO 13 OT-
JeJbHOIl HaBeCKH, a TaksKe B Xoje MOJHOrO aHaJHu3a H3 ocajka IloJy-
TOPHBIX OKCHOB NOCJE OT/le/IeHHs KPeMHHeBOH KHCJOTHI.

Peartus. o, o'-imnupuana, 0,5 %-uwii pacreop. 0,5 r peakTHBa pacTBOPHIOT
NpH HAarpeBaHHH B HECKOJbKHX KanafaxX pas0aBieHHOli CepHOR KHCJOTHL H 3aTeM [10-
Gasasior 100 MJ cBeMENpOKHNAYEHHON H OXJAMJACHHON JHCTHAJNHDPOBAHHON BOJMI.
Pactsop XpaHar B nocyle H3 NOJH3THJEHA (BO H3Gexanie BhllleJaudBaHHA e-
Je3a H3 cTekJa).

Pasznoxenne ¢GTOPHCTOBOIOPOAHOH H CcepHOI
KHcaoramu. Hasecky 0,2—0,5 r B n1aTHHOBO# yallike pasjaraior
cMechblo  ()TOPHCTOBOAOPOAHOH M CepHOil KHCJOT € IOCTEeLYIOLLHM
CIJIaBAeHHEM Cyxoro ocraTtka ¢ 2—3 r nupocyabpara kanusa. Cnnas
pacteopsor B 15—20 mua ropsueit HCI (1:2) u pacTBOp NepeBOAAT
- B K00y BMmectumoctbio 100 Mz, A0aHBasA A0 MeTKH BOJOH.

Pasnoxenne cnexanuem c coxoit. Hasecky 0,2—0,5 r

TIIATE]LHO CMEUIHBAIOT B NMJATHHOBOM THIVIE TIPH NOMOIIH CTEKJIAHHOI
MaJ0YKH, He Kacasch JHa H CTEHOK THIJIS, C IIeCTHKPATHBIM KOJHYECT-
‘Bom OesBognoro Na,COs; nan KNaCO; u npoBousit cnekanue B myde-
ae npu 1000 °C B reuenne 2—3 mun. ITo oXJaxJAeHHH CNeK Bbilega-"
yuBalor 50 Ma ropsageit Boasi. K pacteopy mpuamsaior 10 ma HCI
(1:1), narpesator u kunatar Ao yiaixenusa CO,. OcTeBInil pactBop
[lepeBOAAT B MepHYi0 Koaby Bmectumoctbio 100 M1 u 10BoasT BOAOM
0 METKH.
- Jlns ompejeneHud Kejqesa M3 pacTBopa, MOJYYEeHHOTO OAHHM H3
- YKa3zaHHBIX cnoco0oB, OTOMPAIOT AJHMKBOTHYIO yacTb 2—5 MJ, mepe-
‘HOcAT B MepHyilo kKoaby 50 mua, pa3faBasiior BOAOH, NpHAHBAIOT 2—
'3 ma 10 % -noro pacTBOpa COJISTHOKHC/IOTO THADOKCHJIAaMHHA JJ8 BOC-
_cranoBaenns Keaeza (IIT) no xenesa (II) m mo muaukaropuoit Gy-
Mare Kouro ycraHasiaupaior pH B unreppane 3—6, Heiitpaausys
50 %-ubiM pacTBOpOM YKCYCHOKHCJIOTO HATPHs JIO Tepexoia OKpackH
- Gymarn KOHro B KpacHblit 1seT. Ec/ii pacTBOPH CHABHO KHCJBlE, TO HX
# CHaYaJa HeATPaJH3YIOT HeCKOJBKHMH KallIAMH pacTBOpa aMMHaka, a
~ 3aTeM pacTBOPOM YKCYCHOKHCJIOIO HATPI. HEHTpaJIHBOBaHHHH pacr-
~ Bop paat‘)aa.nmor JHCTIVIHPOBaHHON Bopoit 10 60—70 wma, npubas-
© asioT 2 Ma o, of-AHNHPHANIA, AOJHBAIOT BOAOH [0 METKH H Hepeve-
~ mupaor. Yepes 30—40 mnn H3MepAIOT aGcopOumio pacTBOPOB TpH
A=508—526 HM B KioBeTe ¢ TOMMIHHON caost 20 MM 1O OTHOUIEHHIO
K HyJeBOMY pPacTBOpY.

JIns mpHroTOBJEHHST HYJEBOTO PACTBOPA B MEPHYIO KOJOy BMeCTH-
Mocteio H0 ma npuinsaior 1 ma HCI (1:1), pazbaBasiioT HEMHOrO BO-
Aoit, npuausaior 2—3 ma 10 % -Horo pacTBOpa COJSTHOKHCJIOrO THAPO-
KCHJIaMHHa M MO MHAMKATOPHON OGymare KoHro ycranasimusatwor pH B
HHTepBane 3—6, nefirpaausysa 50 Y -HBIM pacTBOPOM YKCYCHOKHCJIOTO

HaTpus, satem npuGaBasior 2 Ma a, o’-AHNHPHANIA, TepeMelliBaioT,
- JOJIHBAIOT 10 METKH BOJOH Il CHOBA MEepeMElIHBAIOT.
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[To Xony aHanu3a BeAyT KOHTPOJbHBIA ONbIT HA peaktuBax. Coaep-
JKaHHe KeJesa B pacTBOpe ONpeAeNfAoT 10 rpaayHpoBOYHOMY rpa-
(uKy.

Jlais noctpoenust rpajiyHnpoBOYHOrO rpanka B MepHele KOJNOH BMe-
CTHMOCTbI0O 50 MJI NMOMEILAT CTAHJAAPTHLIH pacTBOP OKCHIA Xene3a
(111) B koauuectse 0,02; 0,04; 0,06; 0,07; 0,10; 0,12; 0,15 wmr, npuan-
Baior 1 ma HCI (1:1), pazGaBasitor HeMHOro BOZOH H JaJjiee Mpomo-
ZKal0T, KAK ONIMCAHO B XO/l€ aHaJau3a.

1.1.4. TurpumeTpuueckoe
onpegenenune xenesa (11)

Jlnsi xapakTepHCTHKH KeJe3HOil py/bl, KpoMe ompejenaenis ooule-
TO cojepxaHus enesa, tTpebvercs ompenenenue keaesa (II) un xe-
Jeza (III) B oraensHoctn. Keneso (II) onpenensiior u3 oraenbHoi
HaBeckH npobul. [IpaBHibHOE KOJHYECTBEHHOE OMpejlesieHHe Keae3a
(I1) B pynax, MuHepasax, FOpHBIX MOPOJAaX M APYTHX MaTepHajax CBS-
3aHO C HEKOTOPBIMH 3aTPYJAHEHHAMH, KOTOpPble HAYHHAIOTCS C IIOATO-
TOBKH npobel K ananusy. Mamenbuenne na Bosayxe npol, coaepma-
mux kenezo (I1), yMeHbiraer B HHX €ro KOJHYECTBO H YBEJIHYHBAET
cojepxanne xeneza (II1). Oxucnenne kenesa KHCJIOPOAOM BO3AYXa
BO3MOXKHO NPH pasnioeHuy npolsl H THTpoBaHUH pacTBopa. [Tostomy
NpPH 3THX ONepaiusax NPHMEHSAIOT Mephl, HCK/IUAIOLLHEe BO3MOKHOCTD
€r0 OKHCJeHHs1 KHeaopoaoMm Bosayxa. Merounnkom ouwnbok npu ompe-
Jenenun kedesza (I1) moxer ObiTh Tak#ke mpucyTcTBHE B npobe opra-
HHYECKHX BelleCTB, PACTBOPHMAEIX CY/Jb(HAOB, MEPOKCHAHLIX COelHHe-
HHH, MeTa/THIeCKOro KeJje3a M T. II.

Onpenenenne xenesa (I1) npaktinueckn HeBO3MOMKHO, ec/li B aHa-
JIH3HPYEMOM MaTepuaJje cojep:artcad coeanHenuss mapranua (II1) m
mapranua (IV), coeannenns ypauna (IV) u Banaaus (V), a TakkKe B
CyabGHIHEX MHHepajgaX — NHPHTe, XaJbKONHPHTE, NHPPOTHHE.

Crnoco6 pasnioKeHHs 3aBHCHT OT TOTO, HACKOJBKO JIErKO HJH TPYI-
HO pasjaraeTrcs aHaJdu3npyeMmuli Matepuadn. g onpenenenus esnesa
{I1) B MHHepasax M pydax pasJ/ioMeHHe NMPOBOAAT:

COJITHOH KHCJOTOH — B MarHeTHTe, CHAEPHTE;

COJISIHOI KHCJOTOH B HPHCYTCTBHH (TOPHAOB — B pylax, cojepiKa-
1HX HebOJbLIOEe KOJHYECTBO CHAHKATOB [2];

CMEeChbi0 (PTOPHCTOBOAOPOAHOH H CEPHOH KHCJAOT — B CHJIHKATHBIX
nopoaax. TutpoBanue nposoasat B pacrtBope, cofep:xkamem HF. Hus
YCTpaHeHH BO3MOXKHOCTH okucsaenus skeqaesa (lI) ¢prop-non cssiabi-
BalOT B cJa00AHCCOUHHPOBAHHYIO (PTOPOBOPHYIO KHCJIOTY;

crnjasjenueM ¢ MerapropbopaToM HAaTPHA B KBaplLEBBIX JOAOUKAX
Han npodupkax npu 900 °C — B TypMaguHe, CnojyMeHe, Tonase, cTas-
poante u ap. [11];

cMecbio ocdopHoli B CePHOH KHCJAOT B NPHCYTCTBHH YCTOHYHBOrO
oxkucaenus V,0s — B xpomurax [30].
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Bce BapuaHThl METOAHKH onpejieleHus oxkcuaa xemesza (I1), csa-
3aHHbIC C Pa3JHYHBIM BCKPBITHEM TPOOLI, NMO3BOJAIOT ONMPEle]siTh ero
.conepxanne 0,25 % u 6oree (Mucrpykuna HCAM Ne 50-X [27]).

PassoxeHue cOJAfAHOH KHCAOTOH B NPHCYTCTBHH
propunaos. Hasecky 0,25—0,5 r novemaior B CyXyl KOHHUECKYIO
koa6y BMecTumocTbio 250 M, npubasasior 0,5 r NaF, 2—3 r NaHCO;
# 30—40 ma HCI (1,19). Koaby 6vicTpo 3akpuiBaloT npobkoi ¢ oT-
BOAHOI TPYOKOi, HarpeBaiOT A0 KHNEHHSA W Kunatat 15—20 muH 10
MOJHOr0 pasjoeHus. IIpH pacTBOpeHHH He JoNycKaeTcs TNpekpalie-
HHMS KHINeHusi Bo u30exkanue nomajaHusi B KoJa0y Bo3jlyxa H OKHCHe-
uusa xenesa (II).

IMo oxkoHuaHHM pPa3JOKeHHs KOHell OTBOAHOH TPYOKH NOrpyxKaiot
B crakan ¢ pacrsopom NaHCQO;. Koaby ¢ pactBopom oxJa)zawT B
XOJOAHOI Boae, He BbHIHMMAas TPYOKH NH3 pacTBopa JABYYIVIEKHCJIOrO
‘HaTpus. 3aTeM OTKpbIBaioT Koa0y, pasbasasiior g0 100—130 ma cBe-
JKEMPOKHITAUEHHOI H OXJaK/1eHHOH BoJoH, mpubasiasior 2—3 MJ Ha-
CHIIIEHHOrO pacTBopa OOpHOH KHCJAOTH, O Ma ¢ochopHoii KHCIOTHI
(1:2), 3—4 kanau pactBopa AudenunaMuHocy/ibponara 6apus H TH-
TPYIOT pacTtBopoM GuXpoMaTa KaJHs 10 MOSBJEeHHS TeMHO-(HOJeTOBOIl
OKpacKH.

PasznoxeHue GpTOPHCTOBOAOPOIHON H CEPHOH KH-
caoTtamu. Haesecky 0,25—0,5 r nomemniaor B MJaTHHOBBIH THIEeIb
BMecTHMOCTBIO 70—80 Ma, cMauHBalOT 5 MJ CBEKENPOKHIAYEHHOH H
OXJIaXK/IeHHOR AHCTHANHpOBaHHOA BoAbl, mnpuausaior 20 ma H.SO,
(1:3), Turesb 3aKpHIBAOT MJIOTHO KPHIUIKOH H OCTOPOXKHO HArpeBaloT
‘Ha MaJleHbKOM IIJTaMeHH rasoBoil ropefkun A0 kunenus. Kaxk TosbKo
H3-110J] KPHIIKH HAYHYT BHENSITECA Maphl, KPHIIKY CABHralOT H NpH-
JmBator B oanH npuem 7 ma HF. CHOBa mioTHO MpHKpPLIBAIOT THTEJb
KPBIILIKOI, HATPEBAIOT COAEPIKHMOE THIIS 10 caaboro KHIEeHHS H KH-
narat B Tedenne 10 mun. Ilpn 3ToM mapsl KHAKOCTH, HAMOJHAIOULNE
THreab, npejoxpausior xkeaezo (II) or okucnenns (mpm aHanH3ax ¢
TIOBBILIEHHOH TOYHOCTHIO HABECKY pasJjaralor B IJIaTHHOBOH KoJI0O4YKe
€ Ma1aTHHOBOI MpoOkoi ¢ ABymMs TpyOouKaMH, H3 KOTOPLIX OJHAa A0XO-
JIUT MOYTH [0 AHA KOJOB M CJAYXKHT s NPONYCKAHHA YIJIEKHCJIOro
rasa, Japyras Koportkas TpyGouka rasooTtBoasiias). lautenbroe Hu
CHJIbHOE KHISYeHHe MKUIKOCTH HeIOoNyCTHMO, TdK Kak HpPH 3TOM KOH-
LeHTPHpYeTCst cepHasi KUCJA0Ta, OKHcasouas cyaspar xeaesa (I1I), u
pe3yabTaThl ONpejeleHHs CHIAbHO 3aHHKatoTed. CHHMAOT KpHILUKY C
THIJISE U OBICTPO OOMBIBAIOT ee XOJOAHON NMPOKHNAYEHHOH AHCTHIIHPO-
BaHHOH BOj0i B (hapdopoByi0 HAlLKY, B KOTOPYIO NpeABapPHTENbHO Ha-
Juto 100 ma amcrtuanupoaHHOH BoAbl M 10 MJ HacHIlEHHOro pacrt-
BOpa 0OpHOIl KMCJOTHI, H BLIJHBAIOT COAEPKHMOE THIIS B yamKy. TH-
Tesnb 0OMBIBAIOT 3 pasa BOJOMH, CAMBAS XKHIAKOCTh B TY XKe HaUIKY.

K pacrsopy npubasasiior 10 ma docdoproil Kucaorsl, 273 kaniu
pactBopa aundeHnaamuHocyabgonata Gapus u tHTpyior 0,05 Hiau
0,025 u. pacteopom K:Cr:O; 10 posoBaTto-duOJIETOBOM OKpPackH pacr-
BOpa.

IMapajniesbio aHANH3Y BEIYT KOHTPOJbHEIH ONBT HAa pPeaKkTHBAX.
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PazanoxeHnHe cnaaBjJeHueM ¢ Mmeradpropbopartom
HATPpUA

Peaxtus. MetadropGopar Hatpua (NaF);B;0;. Csewmmpalor B naaTHHOBOI
vawke 84 r NaF ¢ 124 r H3BOy;. Ocropomxkno narpeBalorT Ao yAadeHHs Baaru, 3a-
TeM MOBLIIAIOT TeMOEepaTypy A0 noayueHHs npospaudoro cmaasa. [locie oxaamie-
HHA CIJAB H3MEAb4alT B CTYNKE H XPaHAT B XOpouo 33Kpb[T()ﬁ NOJINSTHAEHOBON
nocyae.

Hasecky 0,1—0,2 r cMmemnBaloT B KBapileBoil J10J04Ke (HJH He-
6oabII0iT KBapueBoil npobupke) ¢ 6-KpaTHBIM KOJIHYECTBOM MeTadTop-
6oparta Hartpus. JIoJ0uKy NoMeulaloT B KBapueBylo TpyOKYy, BCTaBJIeH-
HYI0O B TPYyO4aTylo nedb ¢ 3JeKTpHyeckKuM Harpesom. M3 Tpybkn Bbl-
TeCHAIOT BO31yX, mnponyckas Tok CO,;, 10BOAAT Temmeparypy 10
900 °C u BhAepauBalOT npu 3710il Temnepartype 15 mun. ITocae CriiaB-
JeHHsl KBapIeBylo JIOA0YKY MOCTeNeHHO BHIABHIAIOT H3 Me4H H OXJaxK-
aator, He npekpautas Toka CO,. [Tocae oxaaieHus J0A0YKY CO cilia-
BOM NOMENIAIOT B KOHHYECKYIO KoJ6y BMecTHMOCTEIO 250 MJ, B KOTO-
pyio HaauBalor cMech Kucaor (150 mua maceiuenHoro pactsopa HzBOs
1 10 Ma konueutpuposannoii HySO4), nponyckaior Tok COp n kuns-
TAT 10 pacTBOpeHusi cmiaaBa okojo 30 mux. Pactsop oxJaaxaaioTr B
KpPHCTAJ1JIH3aTOpe ¢ X0J0AHOi BoAoi, nponyckas Tok COs. 3atem xKe-
aezo (II) turpyior 0,05 nan 0,1 u. pacteepom KoCryO; B mpucyrer-
BUH HHAHKAaTOpa AudenunaavMunocyabdonara 6apus.

Cnanasaenne ¢ MeraropbopaTtoM HaTpHsi B KBapuUeBHX NpolGupKax
MOKHO TPOBOAHTB M Ha rasosoii ropeake. CnJjapjeHne [pPoBOAAT B
toke CO; 10 noayuyeHHst npospayHoro cmaaba. He npekpaumas toka
COs, npo6HpPKY YAaJI0T OT TOPEJKH H B TEUEHHE HeCKOJbKHX CEKYH]
1a10T chvaBy 3artBepierh. Jlas aaJjbHeilnero ocThlBaHHA INPOOHPKY
noMewiaior B ¢apdopoBeli THreb, NPHKPBIBAIOT €ro, Tak Kak IpH
OCTHIBAHHH CIIJIAB PACTPECKHBAETCH H MOMKET pasopBaTb NPOOHPKY.
Cnnasnennast npo6a MoMeT XPaHHTbCSl HECKOJBbKO JHell, 4To ya100HO
Aas pabortel. 3ateM NpPOOGHPKY €O CINIABOM OCTOPOXKHO pa30GHBalOT
MecTHKOM B cTynke. PazMe/bueHHBIH IJ1aB MOMEIIAIOT B KOHHYECKYIO
K010y BMecTuMOCTBIO 250 MJ, B KOTOPYIO NpPEABAPHTEIBHO HAJHBAIOT
CMeCh KHCJOT, H NMPOJOJKAIOT aHa/Ju3, KaK ONHCaHO BHILIE.

Paznoxenne pochopHO#l H CepHON KHCJAOTaMHU
B IPHCYTCTBHHN OKcHaa sanazusa (V)

Peaxruso. 1. Pactsop oxcuga Bauamms (V). 100 ma cmecH Kucaor (peakTus
3) HaJHBAlOT B CcTakad BMmecTHMocTbio 600 M., HarpeBaloT M NpH NepeMenIHBAHHH
HeGoablHME nopuuaMu gobasasior 7 r Ve0s. TMocae noamoro pacrsopenns V.Os
PACTBOP OXJa’K14l0T, IEPEeBOAAT B CTAKAH BMECTHMOCTbIO 1 7, B KOTOpHI mpen-
BapuTenbHo HaaupakoTt 400—500 ma soaw, poeoaar o6bwem mo 800 wma Boxol W Ha-
TPEBAIOT A0 HCYE3HOBEHWH TBEPABIX HacTHU M Jerkoi myTH. TIpospaunsii pactsop
NEPEBOAAT B MepHYI0 KoaGy BMecTHMOCTBIO | J1, 10aHBag 10 METKH BOOM.

2. Coan Mopa (NH,):S04:FeS0,-6H.0, 0,035 n. pacrsop. 13,72 r coan Mopa
pactsopslor B 1 a 1M H:SO4 Turp pacrsopa coan Mopa yeTanapiMBaioT no
0,035 n. pacreopy K:CriO; Mdas storo 1,7162 r KoCr:07 x. W, ABaNAL nepekpHc-
TaAJIH30BaHHOro W Becywenuoro npu 130—150 °C, pacreopsior B 1M H.SO, B
MepHOH KoJaGe Bmectumoctbio 1 s, Orfupator nunerkoft 25 ma pacrBopa KyCrO;
B KOHHYECKYIO KoaGy Bmectumoctbio 500 ma, pasGasasior 1M H,SO; zo 100—

22



125 wma, npubasasior 2—3 Kanan (eHHAaHTPAHWAOBON KHCAOTHL 1 THTPYIOT pacTBO-
pom coan Mopa 1o Hcue3HOBeHHS OKpackH HHAWKaTopa. THTPYIOT ABe-TPH npodu n
Gepyt cpeanee 3navenwe. 1 ma 0,1 m. pacrsopa coan  Mopa cooTBeTcTBYyeT
0,007185 r FeO.

3. Cuecn kucaotr. Jlas pacTBopeHHsi HaBecKH XpPOMHTA NPHIOTOBJSIOT CJEAVIO-
myio cvech: 100 ma HsPO; (1,7) u 200 ma H,SO, (1,84). 3atem npuamuBaoT no
KanasM 148 OKHCJeHHs npuMeceil kpenkuii pactBop KMnO, no nmossiaenns 6Gaeano-
PO30BOro OKpallWBaHW® M HarpesaloT B TeyeHune 30 MHH npH caaboM BbleJeHHH
napoB SO, Oxaaxaator, orGHpaloT nunetkoi 25 ma cmec, pasBGaBasior BOAOH 10

300 ma n turpytor 0,1 H. pacTBOpOM nepmanranara Kaljus 1o ¢1ab0-po30BOro OK-
awneanns, Ecin Ha THTpoBakHe pacxonyerca Goaee wem 0,2 ma 0,1 u. pacrsopa
%MnO,, To mpubasasior eule Hekotopoe Koandecteo KMnOy n cHoBa uarpesaior

Jlo Beiaesenusi napos SO,.

Hagecky xpomura 0,25 r nomemiamoTr B CcyXylo KOHHUECKYIO KoJ0y

~ BmecTuMocTbio 250 ma, npubaBasiior 25 mMa cMecH Kucaor, 10 ma tou-
- HO oTMepeHHOro GlOpeTKofi pacTBopa okcuia BaHaaus (V) u crasdar
- Ha ropsauyio (360—380 °C) 3neKTpPHYECKYIO MJHTKY € OTKPBITOi Chi-
- paabio. Temnepartypa pasyiodelHsi HMeeT CYLIeCTBEeHHOe 3HayeHHe:
~ mpu OGoaee uuskoi rtemmeparype (300 °C) pasioxeHue NPOHCXOAHT
MEAJeHHO H YacTo He JOXOJHT /0 KOHUA, a NneperpeB Hepeiko MPHBO-
. JIUT K BHINAJEHHIO 0CAJKa, YTO TaK#kKe HeelaTe/bHO.
- C vomenTa HavuaJa BBIZeJeHHS NapoB cepHOil KucaoTel (npu 360—
380 °C) aasa moJHoro pacTBOpeHHs XpoMHTa (OTCYTCTBHE Ha JIHE KOJ-
OBl TeMHbIX uyactii) Tpedyercs 10—12 mun HarpeBanus. s yckope-
. HHA PasjoXKeHHs W NpeAynpex/ieHHs NPHIHNAHHS YAaCTHYEK XPOMHTA
- KO JIHY KOJIOBI COJIEPIKHMOE ee BpeMsi OT BpPeMeHH OCTOPOKHO NOMeLIH-
“BAlOT BpallaTeqbHLIM JABHKeHueM. [locse pacTBopeHHst HaBecKH conep-
JKMMoe KOJIOBI OXJIAXKIAlT B NpOTOuHOi Boje, mpuiusaior 100 ma
. CBEXKENPOKHISIUCHHON M  OXJaxAeHHOH JHCTHAJHPOBAHHON BOAB H
BHOBb oxJaxiawr. K pacrtsopy npubasasior 3—4 xkanan audeHu-
- amuHocyJboHaTa HaTpus (Oapusa) wan (PeHHJAAHTPAHHIOBOH KHCIO-
Tl 1 THTPYIOT H30LITOK oKcnaa BaHaansa (V) 0,035 . pacTBopoM coan
Mopa 10 ucuesHoBenus chueil okpacku. K KoHIy THTpOBaHHS pacTBOp
conn Mopa npuaHBalOT MO KamasM, Kaxabli pa3 B3GaJTbiBas pacTBop,
TaK KaK HCUE3HOBEHHE CHHell OKPAacKH HACTYNaeT BHE3alHo.

& OanoBpeMeHHO ¢ pasJ/ozKeHHeM HaBeCKH XPOMHTa NPOBOAAT KOH-
~ TPoOJbHBIi ONBIT ¢ TeM Ke KOJHYECTBOM CMeCH KHCJOT H pacTBopa
oOKcuza anaxaus (V), crporo cobaiofas Te Ke YCJAOBHA Pas/IOMKeHHs.

» Has onpenenenns xenesa (II) B monomuHepanabHbix (pakiuusx
- WJIbMEHHTAa H THUTAHOMATHETHTA, a TaKie B KeJe3HbIX, THTAHOMAarHe-
THTOBBIX W MJIBMEHHTOBBIX Py/J1axX peKOMeHAyeTcs cleiylollas MeTojiH-
Ka: HaBecKy HJbMEHHTa pasjaraioT cMmecblo kucaor (1 waere HF mu
4 yactn H,S0,) B niarHHOBON uallKe NpPH HAarpeBaHHH HA BOAAHON
Gane B Toke CO,. [To okonuanuu pasioxenust, e npepusasg Toka CO.,
TpuGaBAfAOT cMech KHCJOT (peakTuB 3) M TOYHO OTMEpPEeHHBIH 06beM
pacrBopa oxcupa BaHaaus (V) u npojo/KalT HarpeBaTh eule 2—
3 mMuH. 3atem pacTBOP NEPEHOCAT B KOHHYECKYIO KOJAGY M M3GBITOK
OKcuaa sanaans (V) orrurpomiBator 0,05 H. pactBopoMm coan Mopa
B npucyrerBun audenunsgamunocyibponata Gapns. Kpome onncaHHbIX
Bhillle MeToj0B onpeie/edns okcujia keqaesa (lI), caemyer ykasarb
TaKyKe HA MeTOJ]kl onpeietenns oxkcnaos xeneaza (I1) u xenesa (I1I)
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B TNpHCYTCTBHH OKcuaoB Mapranua (I11) »w mapranuwa (IV) wn npm
BBLICOKHX coflep:kanusx cepwl [9, 25].

Has onpenenenns FeO B NMpHCYTCTBHH OKCHIOB Mapraiia K Ha-
Becke 0,2 r npubasasior 10 ma 20 Y%-voro pacreopa NagSOsz; u 30 ma
H3POy4 (1:1) u warpeBaior ua BoasHofi Oane, nponyckas tok COs.
ITocie pacrBopennsi ypaasior 136etok Na:SO; kunsuennem (okono
10 mun), oxnamaaror u TurpyoTt 0,02 v, pactBopom NH.VO;, ncnoas-
3ysl B KauecTBe MHAMKATOpPA AH(EHHIaMHUH.

B orpenshoil npoGe onpeneasiior obuiee colepxaune Fe turposa-
uuem pactBopoM KMnO,; nocne BoccranosieHnst Fedt XjopHeTbim
ojoBoM. Cosepxanne FeyO3 onpenensiior no pasHocTH.

OzHako MeToA HMeeT orpaniuyeHHoe npuMeHeHHe, TaK Kak He obec-
neqHBaeT NOJHOrO BCKPHITHS NpoOul. Pyanble MuHepasanl sceneza —
MarHeTHT H CHAepHT — pasaaraiotes Ha 95—96 %. YKeaesocosiepxa-
mue cuaukatel (Hanpumep, amdub0oa) NpakTHYECKH He BCKPLIBAIOTCH
tdochopuoit kicaoroit. Cieayer TakiKe OTMETHTh, TO B cJyuae HeNoJl-
HOTO paspyllenusi cyab(puTa HATPHS pe3yJbTaThbl OHpeleNeHns Kese-
3a (II) noaygatorcst 3aBbillIeHHBIMH.

Jlast onpesfesieHusl OKCHAOB JKese3a B eJe3HLIX PVIax € BbICOKHM
COJIEpIKaHHEM Cepnl HaBecky pyAbl oOpabarmiBaior 20 MJ MeTaHOJa
n 2 ma 6poMa B TeueHHe yaca NPH KOMHaTHON Temmepatype. PactBop
¢uabTpylor uepe3 Tureab ['yua, HepacTBOPHMEIl OCTAaTOK TUIATEJIbHO
NPOMBIBAIOT CHAuaJa METaHoJOM, a 3aTeM Bo/Joil H oGpadaThiBalOT
40 ma HCI (1:1) B Teuenne 40 MHH UpH HeNPepPBIBHOM MPONVCKAHHH
CO;. B nouayuentom pactBope onpeieasiior cojep:anue xeneza (IT)
nepMaHraHaToMeTpHYeCKHM THTpoBanueM. OTTHTPOBaHHBI pacTBOp
BBIIIAPHBAIOT MOYTH Jdocyxa H obGpabarteBaior 20 ma HCI (1:1). B no-
JYUeHHOM pacTBope nociae obpabotku ero pacrBopamu SnCly, HgCls
1 MnSO, onpenensior nepManraHaTOMeTPHUECKUM MeToL0M oblilee co-
aAepaanne xkesesa. [To pasnoern mexzay obUWHM colepKaHueM JKeje3a
1 conepmannem kenesza (I1) naxomsar copepaanne xkemesza (III).

B meranosbHOM pacTtBope GpoMa pacTBOPAIOTCS HE Bee CyJb(HIbI,
KOTOPbIe MOIYT HPHCYTCTBOBATH B KesesHbX pyaaXx. Tax, mupur pac-
TBOpsieTcst Jauuib Ha 17,4 %, nuppornH —Ha 76,7 %. dTH MuHepanwl,
JAOBOJBHO YacTO MNPHCYTCTBYWOILNE B JKEeJe3HHIX Pyaax, BJAHSIOT Ha
NMPaBHJABHOCTh Pe3yJbTATOB ONpeJe/eHHs OKCHIOB xKesdesa. Kpome To-
ro, B METaHoJLHOM pacTBope OpoMa 4acTHYHO PACTBOPHIOTCH Marie-
THT H CHAEPHT H JErkopacTBOPHMEIE JKeJe30coAepiKaliliie CHJAHKATHI,
YTO TaKMKe ABJSETCS NPHUHHOI [OAYYeHHs HellpaBHJIbHBIX Pe3V/bTaToB
onpenenennst FeO u FeyOs.

1.1.5. Turpumerpuueckoe onpenejienne
MeTaJlJIM4ecKoro eJje3a

B xene3nuix pyjaax MeradJi4yecKoe yKeje3o NPHCYTCTBYET B OCHOB-
HOM B BHjJe NpHMecH, Monajas B pyAy B pe3y/bTaTe MPOMLILLIEHHOTO
ApoOaennust pyA uiau npu uX uameapvenun. Ilpn apobaenun uexonnoro
NPoAyKTa IS MarduTHOTo oforaiieHns Ha oboraTuteabHbix habpukax
BHocuTea a0 0,3 %, a npu uamenvuenun npod KeJe3HCTHIX KBapUHTOB
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‘m HexoTopeix pyx—ao0 1,0 9% wmeraaanueckoro kesesa [1]. Ecau pyna
. gie COJePIKHT CHJBLHOMArHHTHBLIX MHHEPaJOB — MarHeTHTa, MarreMura,
' MHPPOTHHA — WJIH JAPYrHX MHHEPaJoB, o06/1aZalolHX MarHHTHBIMH
CBOHCTBaMi, METAJJIHYeCcKoe KeJje30 MOomKeT OBITH OT/AEJEHO MArHHTOM.
- QOpHako B O0JbLIHHCTBE CJyYaeB 3TOT CHoco0 HENPHroJeH AJs zKeJes-
HBIX PYI.

Meraaanueckoe kele3o OOBIUHO OonpenendlOT XHMHYECKHMH MeTO-
JaMH, HCIOJb3YS A5 ero H3BJeueHHs H3GHpaTeJbHLHE PacTBOPHTEH.

3 1.1.5.1. Onpenenenne MeTANJIHMECKOTO Kejae3a
= nocje PacTBOPEHHS €ro B XJOPHOA PTyTH

Me'ro:mxa OCHOBaHa Ha HB(’)HpaTE.’IbHOM PacTBOpPEHHH MeTaJdJdH4Ye-

mueM xenesa (II) GuxpomaTom Kamus.

- Hasecky 0,5—10 r noMemalnoT B CYXYI0 KOHHYECKYI0 KO0y BMe-
uMoctbio 100—150 M, M3 KOTOPO#l BHITECHSIIOT BO3AYX, NMpONycKas
JIeKHCAblH ra3 B Teyenue 10 muH. 3aTteM, He MpeKpallas ToKa yrie-
caoro rasa, npunusair 40 ma 5 Y%-nmoro pactBopa HgCl, n caa6o
atar B TedeHne 10 mun, PacTBop 0XsaxAaloT NpH HeOpepbIBHOM
PONMyCKaHHH YTJAEKHCJIO0TO rasa H GhlcTPo QHILTPYIOT uepe3 IJIOTHbIH
HIABTP B KOHHUECKYIO KOa6y BMecTHMOCTBIO 250 Ma, B KOoTOpyIO Tpel-
BaputeabHo HaauBaioT 20 ma HySOy (1:1). @uastp ¢ ocaakom mpo-
MBIBAIOT 4 pa3a CBeXKeNPOKHISTYEHHOH H OXJaXKJeHHOH BOXOMH, mpuOas-
Jasitot 2—3 kanan gudeHHIaMHHOCYAB(pOHATa OapHS H THTPYIOT pac-
~TBOpoM KsCr,07.

~ Dr0T Meroi laer 3aBHIIEHHHE Pe3YJbTATH, eciH mpoba coAepKHT
- cyabduab Kene3a W 3aMeTHble KOJHYECTBA OPraHHYeCKHX BelIecTs,
© a TakkKe 3a CUeT YACTHYHOTO Iepexojia B pacTBop xenesa (II) npm

©6padoTke xJopHoi pryThio [30].

1.1.5.2. Onpepenensne MeTaNIHYECKOTO JKeje3a Mocjae PACTBOPEHHA €ro
B CEPHOKHCIOH MeaH

i ‘MeToa1ika ocHOBaHa Ha u30HpaTeJbHOM pPacTBOPeHHH MeTaJJHue-

'~ CKOro sele3a B HeATpPaJbHOM pacTBOpe CEPHOKHCIOH MedH C mocie-
. AylolMM THTPOBanHeM cyabdarta okcuaa xeaeza (II) 6Guxpomarom

- KaJjus.

Peaxtua. Ceprokucaas Meab — 15 %-nbiit Hefitpaashmit pactaop. 150 r CuSOsX

»5H,0 pacTBopsioT B CBeKENPOKHNSYEHHON H OXJAKIEHHOH JAHCTHIIHPOBAHHON BO-
B nte § aosoaAaT oOGeeM g0 1 M.

Hasecky 0,5—2 r nomMellaioT B cyXyl0 KOHHYeCKYIO K00y BMeCTH-
MocTbio 150—250 ma, npuausatoTt 15 ma pacteopa CuSOys, 45 Ma cse-
FKeNpoKUNAYeHHOH W OXJaKAeHHOH IHCTHAAHPOBAHHOH BOAB H caabo

- kunmsitat 15—20 wmuH, mpomyckKas yriekHcabil rad. [opsunit pacTBop
GuicTpo PUABTPYIOT TOA BaKYYMOM Yepe3 HeGoJbIIYI0 BOPOHKY DIOXHe-
Pa ¢ IBOMHLIM OYMaKHBIM (DUJIBTPOM B KOHHYECKYIO KOJOY BMECTHMO-
©Thio 500 MJ, B KOTOpyio TpeaBapureabHo Haausaor 15 wma HeSO.
{1:1), ocazok na ¢uiabrpe MpoMBIBAIOT 5—6 pa3 cBeKelpPOKHMSAYEH-
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HOIl 1 OXJazKAeHHOoil AHCTHAIHPOoBanHO# Bogol. K ¢uabTpaty odbemMoM
250—300 ma npudasasior 2—3 ma HzPO; u tutpyior xeneso (II)
0,05 nan 0,1 n. pacteopom K,CryO; B npucyteTBun 2—3 KaneJib HHAH-
Katopa — andpennsavutocyibdonata OGapus — 10 mepexona roayGoit
OKPACKH PacTBopa B TPA3HO-3e/eHyI0 ¢ (PHONETOBHIM OTTEHKOM.

1.1.6. PoTomeTpHueckoe onpepeseHue
MeTAJAHYECKOTO JKeJe3a

Meroauka ocHoBana Ha u3GHpaTeJbHOM PaCTBOPEHHH MeTal/IHye-
CKOro »eJe3a B METAHOJbHOM pAacTBOpPe XJOPHOH PTYTH H CajJHLHJIO-
BOKHCJIOTO HATPH$i, KOTOPBIH NpenaTcTByeT 06pa3oBaHHIO HEPaCTBOPH-
Mo#i ocHOBHOH coan skedesa (III). Meranon npeaynpexnaer pacrsBo-
peHie MuHepa/oB, cofepxkaunx eaeso (II). B pactBope xenesn
onpejeJaioT GoToMeTPHUECKHM MeTOJ0M B Bule cyabdocaluiliioBoro
KOMIJleKca B NPHCYTCTBHH auertaTHoro Gydepa [1].

Peaktuse. 1. Cmech aasi pacrsopenns: 2,6 r XaopHoit pryth (cyaems) u 3 1
CaJHUHIOBOKHCIOr0 HaTpus pactBopsaior B 100 Ma metwsoBoro cnupra (MeraHosa).

2. Vkcycnokueanft matpuit — 50 %-nuiii pactsop, copepxamnii 12 % (no o6me-
my) HCI (1,19),— 6ydepusiii pactsop.

Hagecky 0,5—1 r noMeuiamoTr B cyXyl0 KOHHYECKYIO KOJOYV BMECTH-
mMocTbio 100 ma, npuaunBaior 20 MJa cMecH J1Js PacTBOPEHHS] H Harpe-
BAaT npn cjaboM KuieHHH 5—10 MHH, NepHOLHYECKH MHepemelInBas
pactsop. Ilocie oxsaxaenusi pacTsop NepeBOLAT B MEPHYIO KOJOYy
sMectuMocThio 100 Mg, aoanBaioT BOJOH 10 METKH M NepeMellHBaioT.
OrcrosBmniics pacTBop GHUABTPYIOT B CyXoil CTaKaH W NMEPBHIE NOPIUH
¢puabTpata ordpacuBaior. OTOHpPaAOT AJNHKBOTHYIO 4acTh PacTBOpa M
NepeHocsAT B MEpHYI0 K040y BMmectumocTbio 100 ma, npubasasior
2 xanau HCI (1:1), 10 ma 10 %-noro pacrsopa cy/ib(pocanniinioBoi
KHCJIOTHL (uau 15 Ma cyabdocaluuugoBOro aMMOHHS), HeATPadn3o-
BaHHOH ammuakom, 10 ma OGydepHoro pactBopa, nepeMmeninpas pac-
TBOp IOcJe TNMpHOABJAEHHS KaxI0ro peakTHBa, JOJHBAIOT BOJOH 10
METKH H NepeMelIHBalor.

AGcopOunio pacTBOPOB KOMILIEKCHOTO COEAHHEHHSA JKeae3a ¢ CyJb-
thocannuuioBoit KucaoToit namepsior npu A =420—430 M B KioBeTe
¢ Touunoit caoa 10 nan 50 MM No OTHOLWIEHHIO K HYJEBOMY PacTBOpY,
cojepikalileMy, KpoMme iKeje3a, Te e PeakTHBBI, YTO H HCOBITYeMBbl
pacrBop. CojepzKanue MeTaJVIHUECKOro JKese3a HaXoAAT MO rpaayHpo-
BOUHOMY rpauKky, AJs NOCTPOEHHS KOTOPOro HCMOJb3YIOT PacTBOp
KOHTPOJBHOrO ONbITA, MPOBELEHHOro uepes Bce craanu anaaunsa. Ot-
0HpalmT aJHKBOTHLIE YaCTH TakHe ke, KAK H OT pacTBOpa NposHL.

ITpu anaan3e MaTepHaJOB C BBLICOKHM CcOJep:KaHHeM MeTa/linue-
CKOro xeJjesa GepyT HaBeCcKy, cogeprallyio He Gosee 50 Mr meranan-
ueckoro eqaesa, jobasasiior 2 r HgCly, 3,5 r canuuH/I0oBOKHCI0TO
HaTpH#A, npuanBalor 50 MJ MeTaHoJla W HarpeBaloT, Kak OIMicaHo
Bhilte. [locne oTaenennst ocaika onpejiesenie MozxkeT ObITh 3aKOHYEHO:
TuTpoBaHieM kKommiaekcoHom III. Tlpucyrersue pryTH, caanumiara n
MEeTHJO0BOIO CHpTa He MeluaeT onpeneaennio [1].
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1.2. OnTHyeckue CNeKTpaJbHble METOAbI
onpeneJeHus xeJgaesa

OMHCCHOHHBIM CHEKTPAJBbHBIM METOAOM 2KeJ1e30 ONpelessioT B Cli-
 JHKaTHBIX TFOPHBEIX nopoxax mpu copepxkanusax or 0,1 mo 30 % FeyOs.
MeTon OCHOBaH Ha MCNapeHHH aHaJH3HpyeMoro oOpasila B CMeCH ¢
OydepHbM MOPOLIKOM H3 KaHaja YroJbHOro 3JeKTpoia B Ayre mepe-
MEHHOIO TOKa H M3MepeHHH HHTEHCHBHOCTH CHEKTPa/bHBIX JIMHHH (o-
- TorpadHyecKHM METOAOM C HCIOJb30BaHHEM cHekTporpada HJAn Ha
BO30YKAEHHH CIEKTpa Kejle3a B 3JeKTPHUYECKOi Ayre IepemMeHHOro
. TOKa TNpPH BBeJleHHH B Hee MpoObl cnocoOoM BO3AYIIHOIO AVThA H H3-
'MepPeHHH HHTEHCHBHOCTH CHEKTPAJbHBIX JHHHH (OTO3TEKTPHUECKHM
METOIOM ¢ mpuMeHenueM KBautomerpa [27]. [Last yeTpaHeHus: BIAHAHHS
cocTaBa NpoObl Ha pe3yJbTaTbl aHajH3a NPHMEHAIOT pasjHuHble Oy-
(pepHEle CMeCH: H3 YroJIbHOrO MOPOLIKA, YIVIEKHCA0ro CTPOHLMA I OK-
CHla MeAH WIH YIVIEKHCJIOrO HAaTpHsl, AHOKCHAA KpPeMHHS u rpadurto-
Boro nopowka. Onpenesnenue iKeae3a BeAyT Mo HanGoJee YYBCTBH-
TeJNLHBIM JHHHAM cnekTpa Kenesza: Fe Il 259,940 u Fe I 302,064 um.
MeToAHKH MHOrOKOMNOHEHTHB. MeToanKa ¢ HCMOJb30BaHHEM KBaHTO-
MeTpa npeaycmarpusaer takxe onpenedenne Co, Ni, Cr, V, Ti, Mn,
‘Ga, Sr, Ba, Cu, Be, Sn, Sc. Onucanue MeroaHKu npHBeIeHO B pasjie-
e 7.2.2.

ATOMHO-a0CcOPOUHOHHBIN METOX NPHTOJEH MJs OnpeleaeHHss pas-
JIHYHBIX COlepXKaHWi Kenesa. JKeseso aToMH3HpyeTcsi B IIaMeHH
BO31yX — aneTtnsen. Jlas ompejesenns HCHOMb3YIOT HanboJgee uyBeT-
BuTeAbHYI0 JuHHKD Fe 1 248,3 uMm.

MertojgiKa pexkoMeHI0BaHa JS OmpejeseHHus Kejde3a B CHIMKAT-
' HBIX TOPHBIX Nopojaax W pynax npu coiepxauun ot 0,06 no 40 %
- Fe;0; [3]. Metonnka si/isieTcs: MHOFOKOMIOHEHTHOI: MOMHMO JKeJe3a
13 HaBeckn oGpasua onpeneastor Si, Ti, Ca, Mg, Al u Mn. Kpome
TlepeynC/eHHEIX 3JIEMEHTOB, B MOATOTOBJEHHOM K aHAJH3Y pacTBope
- MOXKHO onpeaesThb lBerHule meta/uis,, Co, Ni [4], a takxke Sn, Cr
M Ap.

ITpu onpenesennn MOBLILIEHHBIX colep:kaHuii xenesa (15 mKr/ma)
pactBop pa3GaBJ/siOT WIH HCHOJB3VIOT IJIams okcuJ azora (I)— aue-
‘Tusien. Onucanie MeTOAHKH aToMHO-a0copOLHOHHOrO onpeieneHis Ke-
- Jle3a 1 ApPYTHX 3JeMeHTOB NpHBeLeHO B raase 2.

B 1naHHOoM pasjeie paccMOTpeHa TOJBKO METOAHKA CHEKTP o-
rpauYecKoro onpefeNeHns Keaesa.

Meroanka pekomMeHI0BaHa 1Jd ONpeleJeHHs KeJde3a B CHJIANKAT-
HEIX TOPHBIX MOpojax W MuHepaJaax npu cogep:aunn ot 0,2 xo 20 %
Fe,03 (Muctpykunn HCAM Ne 62-C u 125-C [27]). Meroanka MHOro-
. KOMMOHEHTHA, H3 OXHON HABECKH HAPAAY C JKeMe30M ONpeeasior Si,
* Ti, Al, Mn, Ca, Mg.

A ITpu cnekrporpaduueckom onpenenenun eiaeza uasecky 0,05 r
cMemnBator ¢ 1 r Gydepnoit cMecu, cocrositteit u3 65 % vroasHoro
mopomka, 32,5 % yraekucioro crponunst u 2,5 % okcnaa mean. Amna-
JIOPHUHO CMENINBAIOT 3TajoHbl ¢ Oydepom. [oToBoit cMechlo HanodHs-
40T TP YrOJBHBIX EKTPOJad: AJHHA MPOTOYEHHOH vacTH 4,5 MM. ray-
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Ouna kaunasaa 3,0 MM, BHYTpeHHHiT anamerp 2,0 MM, BHeIIHHI jJHaMeTP:

2,5 Mm.

ChekTp eje3a MOJAyualoT B Ayre nepemMenHoro toka cmioit 10 A.
Jlas 3TOr0 3JAEeKTPOABl YCTAHABIMBAIOT B JIyTOBOH LITATHB M HPH 10-
MOIILH CBETOBON NPOEKUHH BLIBOAAT AYroBOH MPOMEKYTOK Ha ONTHYE-
CKYI0 ocb chnekrporpada. Yc/JaoBHS INOJYUeHHS CIEKTPOrpavm: CTaH-
JapTHas TPeXJHH30Basi CHCTeMa OCBelleHHS; BBICOTA BbIpe3a B 0po-
MexyTounofi aumadparme 3,2 wmM; wupuna mean 0,02 mm. Ilepen
llle/bl0 YCTAHABANBAIOT TPEXCTyNeHyaThlii KBapueBblil ocnaburelib.
[Mocse o6padoTki (GOTONIACTHHOK B CTaHJapTHOM NposBuTede (OTO-
MeTpupyloT BhiGpanibie anamuthueckne aunnn Fe 1 271,902, Fe I
302,403 1 no pesy/braTaM HaXOAsT PasHocTh mouepHennuit (AS) aunun
Jeslesa u Junun cpasuenus mean Cu 1 301,084. 3uauenuss AS nas
Tpex napasienbHbix crnektpos ycpeausor. Cozepxanne FeysO; pac-
CUMTHIBAIOT TO TPajgyHPOBOYHOMY rpaduKy, NMOCTPOEHHOMY B KOOPIH-
natax [AS; Ig C), rae C — conepxkanue Fe,O3 B 3Tan0Hax.

1.3. PeHTreHocnekTpajbHblH METOJL,
onpeeeHus xenes3a

Meroauka pexkoMeHJoBaHa sl ONpejelieHHsl JKejde3a PeHTreHOo-
CIEKTPaJbHBIM (JIYOPECLUEHTHHIM METOJOM B CHJAHKATHLIX TOPHBIX MO-
ponax npu coxepxanuu or 0,02 go 20 % Fey,O;. PeHrrenocnexrpaiib-
HBIM (JIyopecHeHTHBIM MeTOI0M Kede30 ofllee ONpelensiiorT TOJALKO
NpH OpoBeJeHHH NOJHOro aHaauza. OTHOBPEMEHHO € JKeJe30M H3 ToH
e HaBecku oOpasua onpeneasiior Mg, Al, Si, P, K, Ti u Mn. Taa
pacuera cojep:KaHufl Kejgesa HeoOXOLMMO TaKiKe AJf Kaxa0il npolbi
3narte cojepxanug Na,O, FeO u norepio npu npoka/iauBaHuu, KOTOpbIE
OnpenessiOT XHMHUECKHMH WM JAPYTHMH METOLaMH.

[as yuera BAHAHHSI BaJOBOr0O COCTaBa Npo0bl HA Pe3yJbTATHL ONpe-
JleJleHHsl JKejle3a HCMOJb3YIOT VIPOILEHHBIH cnocod (pyHIaMeHTaALHBIX
napamerpoB. Meroauka HempuMeHHMa K oGBbeKTaM, colepmkamuv 60-
Jdee 1,5% F uau obweit S (mam Takoro e HX CyMMapHOro Kouamue-
cTBa), a takxke Gojee 10 % FeO, Tak kak B 3THX cayyasx NOTepH MpH
NPOKaNUBaHNUH He COOTBETCTBYIOT — H3MEHEHHIO Macchl MpoObl npu
cnjaBieHnu ee ¢ (JIOCOM.

-

AnanntHueckoit JHHHeH Aasi onpeieneHust xeaesa cayxut K* -id--

g Fe (L=0,194 um). 910 npeabsasiaser ocobble TPeGOBAHNS K TMOIA-
rotroBke npod ans awanusa. O6pasel-usnyuaTesdb He TOJKEH HMETh
KPHCTA/JIHYECKOH CTPYKTYPBl, 10JKeH ObITh OZHOPOAEH MO XHMHYE-
CKOMY COCTaBY M pasaMepy COCTaBJSIOUIMX €ro yacTHil. JTO JOCTHra-
ercs TOMOreHHsalHeidl HaBeCKH Npodbl NMyTeM ee CIJIaBJeHHd ¢ MeTa-
HJH TeTpaGopaToM JHTHSL B COOTHOWEHHH cooTBercTBenHo 1:3 u 1:5.
lForoBeiit H3ayuatenn (B BHe JHTBIX AHCKOB) MOMENLAOT B JeprKa-
Telb CHeKTpoMeTpa 1Js TnpoBeieHHs u3Mepenuil. HMuTencuBHOCTh
(hayopecueHINH H3JayuyaTe/eidl H3MepSIOT Ha MHOTOKAHAJbHOM peHTre-
HoBckom cnekrpomerpe thma KP®-11, CPM-2, CPM-18, CPM-20.
(Metoanka paspaborana WM. B. CopokunsiMm, B. A. CumakoBbiM,
JI. . 3emuogoii, b. A. IlumoieHko.)
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1.4. PentreHOpaanoMeTpHYECKHIA MeTOJ
onpeneJeHus xKeJjesa

Jas onpeiejeHns ejne3a B JKENE3HBIX pyaax (He cojeprkailux
MapraHila) u npoaykTax HX oboralleHHs NPHMeHAIOT (QJayopecueHTHbIT
PEHTTeHOPaIHOMETPHYECKHH MeTO/, OCHOBAHHBLIH Ha PErHCTPAUHH HH-
TEHCHBHOCTH XapaKTePHCTHUECKOT0 M3JyueHHs KeJe3a, Bo30ykKiaeMmo-
~ 1o B 1poOe pajHOaKTHBHBIM HCTOUHHKOM '70Tm.
Metoanueckne npueMbl BBIAEJEHHS aHAJAH3IUPYEMOro M3JYUeHHUS,
y4era BJHAHHS MEIIAIOIHX 3JeMeHTOB 3aBHCAT OT 00bekTa omnpeje-
- JIeHHs1.
- JKeuse30 B OTCYTCTBHE MapraHiia olnpeaesioT peHTreHopaaHoMeTpH-
;-_,Zecmm METOAOM € JBYXCTYNEeHYaTbiM B030y:KIeHHEM XapaKTepHCTH-
UeCKOro M3Jy4yeHHs iKejesa, BblAeJeHHeM ero ¢ nomoiubio anddepen-
[MAadbHBIX (PHABTPOB H perucTpalyeil HHTEHCHBHOCTH H3JYYEHHs MPo-
OpPUIOHAIbHLIM JleTeKTOpoM. BuausiHue BelllecTBeHHOro coctasa npod
JHTBIBAIOT TNYTEM H3MepPeHHs HHTeHCHBHOCTH OTpaKeHHoro Gera-us-
yaenust. as awmanuza ucnoansyior npubop «®eppur» wan JApyroi
YXKaHaJ/bHblI aHaaH3aTOpP, NO3BOJAIOLIHA ONpenesiTh HHTEHCHB-
OCTh PEeHTreHOBCKOTO W oTpaxKenHoro Gera-usayuenus. Bee Gonbiee
HMeHEeHHe B [IPAKTHKe aHAJHTHYeCKHX PaboT HaXoiAT MOJYNPOBOJI-
OBbie JeTeKTOPHI, 00Jaiaiollie Mo CPAaBHEHHIO C NPONOPLHOHANb-
BIMH 1€TeKTOPAaMH 3HAYHTEJNbHO JYYLIHM 3HEpPreTHYecKHM pasperie-
gem. [as onpesesenns colepkaHus JKejesza Lelecoo0pa3HO HCMOJb-
DBaTh ciiektpomerp ¢ Si(Li)-geTekTopoM H MHOTOKaHAJbHBIM aHali-
3aropoM, 4YTO MO3BOJSAET NPOBOJAHTH ONpENENeHHS B MPHCYTCTBHH ApPY-
THX 2J€MeHTOB, faxe OJH3KHX 10 aTOMHOMY HOMepY, CHH3HTb Tpeies
obHapyKeHUs ¥ NPOBOAHTbL OJHOBPEMEHHO Onpeje/eHHe COMePKaAHHT
Psiza conyTCTBYIOULHX 9/I€MEHTOB.
~ PenrrenopaanoMerpuueckne MeTObl OTPEAETEHHS COAEPKAHUS HKe-
JIe33a OCHOBAHHI HA OTHOCHTEIbHBIX H3MEPEHHfX, T. €. IPeivcMaTpHBa-
0T Ha/AHYHe aHAaJOTHYHBIX aHAJAH3HUPYEeMBIM IpPOAYKTaM 06pasioB
 CPaBHeHHA C JOCTOBEPHO VCTAHOBJIEHHBIMH B HHX COCPKAHHAMI He-
Jle3a sl BLIABACHHS (DYHKIHOHAJBHBIX 3aBHCHMOCTEH aHAJHTHYCCKIX
:.i‘napame'rpos OT KOHLEeHTpalUHu Kejlesa.
.; ~  Meroanka peKkoMeHJ0BaHa IS ONpesiesleHnsi o0llero Keje3a B JKe-
~ JiesHLix pynax, He COZIePKAILNX MapraHua, JKele3ocofepKalliy rop-
umix 1opoiax H NMPOAYKTaX o0oralleHus KeJe3HBIX Py MpH cojepia-
~ Huu ero ot 2 10 70 %.
Meronnka paspaGorana I. B. Ocrtpoymosem, JI. B. Tokapesoii,
A, A Apxunoswm, E. A. Kupbssosmm (Mucrpykuns HCAM
Ne 126-51d [27]).
Hceaeayemnlit matepnaa He JojxeH coaepmkarts Goaee 0, n % cym-
MBI MapraHila H 3JeMEHTOBR ¢ aTOMHBIM HoMepoM Gogee 26. Metoanka
npeayeMaTpHBaeT HCNoJb3oBaHue npubopa «Pepput», Mo3BOJAKLIETO
ONHOBPeMEHHO ONpeae/siTh HHTEHCHBHOCTH XapaKTePHCTHUECKOTO H3JY-
HYEHHA Kese3a H OTPaiKeHHOro GeTa-H3Jy4eHHs.
XapakrepucTHuecKoe H3JIYUEHHE KeJle3a BO3OYKAAIOT ¢ NOMOLIBIO
Paanousorona '"Tm (20—10 I'Bk) aByxerynenuatwiM cnocoGom ¢ #e-
29
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N0Jb30BaHHeM KajaMHeBoHl MuiteHH. Anaautnueckne K., ,-THHHH Ke-
Jieza BbAeAsOT AuddepeHunansHEMH QHALBTPAMH H3 MapraHua nu
XpoMa ¢ moBepxHocTHOI maoTHocthio 10 mr/ecm® HutencusHocTh Xa-
PAKTEPUCTHYECKOTO H3JYYEHHS PETrHCTPHUPYETCs TNPONOPLHOHA/bHbBIM
Jerexkropom CH-6P. Bausinne Ha ana/ln3 BelllecTBEHHOTO cocTaBa npos
VUHTBIBAIOT NyTeM H3MepeHHs HHTeHCHBHOCTH OTpayKeHHOro Gera-H3Jay-
4eHHsl, BO3HMKaloulero nmpu oGJayuyenin mpolbl Gera-uctounnkom %0Sr
(BHC-1). Pernctpupyetcs Gera-us/yyeHue rasopaspsaaubM CUETYHKOM
CBT-11.

MaMepenusi 1poBoASAT B HACHIIIEHHOM CJ0€ C NMOBEPXHOCTHOIH MI0T-
HocTblo Goaee 0,5 r/cm2 AHaaHTHUECKHM MapaMeTpoM SBJISETCH 3aBH-
CHMOCTD

€ = Gy (C;+B)/(Cx +2), D)

rae C— JocToBepHO H3BECTHOEe cOpep:KaHHe Kenaeza, Y%; Cy— comep-
AKaHne Kejesa, BbIUHC/AEHHOe IO pe3yabTaTaM H3MepeHHS HHTEHCHB-
HOCTH XapakTepHcTHUecKoro Haayuennsi, %; Cs — colepikanne xee-
3a, BHIYHCJEHHOE 0 Pe3yabTaTaM H3MepeHHS HHTEHCHBHOCTH OTpParKeH-
HOro Oera-usayuenus, %;

8 — nocTtosiHHas BeJHYHHA, OmpejesiseMas KCHePHMEHTaJbHO.

IMpeasaputensHo no pesyabraTaMm H3MepeHus 00pasloB CpaBHEHHS
CTPOAT IrpagyHpoBoUHble Tpa@uKn (PYHKIUHOHAIBHON 3aBHCHMOCTH WH-
TEHCHBHOCTEH XapaKTepHCTHYECKOro H oTpaKeHHoro Oera-u3iyyeHHs
OT KOHIIEHTPAIHH 3KeJjie3a B o0pasiax cpaBHeHHS.

CoOTBeTCTBYIOIUIHM TNIPHTOTOBJIeHHeM 006pasloB CpPaBHEHHA MYTeM
‘pasfaBJieHHs HCXOAHON MPOOBI ¢ MaKCHMaJ/IbHbIM COAepPIKaHNeM zKeJe-
3a Jerkoil dpakuueii BMellaloluX NOPoA H (QHJILTPOBAHHEM OTpasKeH-
Horo Oera-uaayueHusi MeJHOH (Doabrof, moMellaemMoil nepea OKHOM Je-
‘TexTopa, fobuBaTcsa AuHeliHocTH 060MX rpadHKoB.

Koncranty § onpenessiior Kak cpeiHHil pe3y bTaT H3MepPeHHH He-
CKOJIbKHX NPo6 ¢ JOCTOBEPHO H3BECTHBIM cojepzKaHHeM kejeza C
# Pa3/IHYHLIM BelleCTBEHHBIM COCTABOM:

3= C(C;— C)(C—Cy). (2)

Hast onpeneneHus colepiKaHHs Kejde3a Mo IpajyHpPOBOYHLIM Tpa-
dukam aas aHaauzupyemoii npodel Haxoaat seanuunsl Cx 1 Cz, cooT-
BETCTBYIOLLHE H3MEPEHHBIM 3HaueHusM [y u [, H pacCUHTBIBAWT CO-
Jlepxanue Keqaesa no gopmyae (1).

1.5. HeHTPOHHO-AaKTHBAUHOHHBIH MeTOJ
onpeneNeHus xeJje3a

Merto/iika peKoMeHI0BaHa 1/t ofpeleeHis »Keae3a B FOPHBIX MO0-
PoAax, NOJHMETANJIHYECKHX H JKeJe3HBIX pylax H MopoaoospasyIoLInx
‘MHHepaJax B uHTepsae coaepxkauuii 0,002 — 40 %. Ona paspaGota-
Ha M. B. lllupsiesoit, JI. H. Jlio6umosgoi, 10. I1l. Caamuubim, K. H. Pio-
munoit, M. A. Tarapkuusim u H. A, Jlesunoii (BUMC).

Metonnka siBAsIeTCS MHOTOKOMIOHEHTHOF, OJHOBPEMEHHO ¢ IKeJe-
30M BO3MOIKHO ollpejesenne Ooabluoil rpynnul snementos (Na, K, Pb,
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BanSr, Ba. Se, La, /Ce, Nd, Eu,.Sm, Gd, Tb, Tm, Yb; Lu, i Th,
, Cr, Co). M3 siementoB, paccMaTpHBaeMblXx B 3TOH KHHTe, KpoMe
e3a, onpejeAl0T TakKe XpoM H KobaabT (cMm. pasaean 5.3.2 u
3:1).

' O)npene.ne;-me JeJje3a OCHOBaHO Ha 06pa3oBaHHH MOJ JAeHCTBHEM
NJA0BBIX HEHTPOHOB SAEPHOTO peakTopa paAHMOaKTHBHOIO H30TOINA
‘Fe no peakunu %®Fe (n, y)—*°Fe (T1,=44,6 cyr). Mamepenus npo-
AAT 10 HanOoJlee HHTEHCHBHON 3Hepruu ramMma-usaydenns 1292 ksB.
pu ob6ayueHun npobbl HeilTpoHamMu obpasyercs 0OJbBIIOE YHCAO H30-
10B APYTHX 3JIeMeHTOB, SHePrus H3JyueHHs KOTOPHIX OJH3Ka K 3Hep-
H3JYUeHHs JKeJe3a H JAPYIHX onpefeasieMbiX saeMentos. [Mocaen-
ye TakxKe Mewaior Apyr apyry. ITomexm oOycaoBJIeHBI, BO-NEpBHIX,
DSIMBIM BKJ1aJ10M (GOTONHKA MELIaollero H30Tona B aHaJHTHYeCKHt
MK H, BO-BTOPHIX, yBeanuenneM (oHa moj (OTONHKOM 3a CYET KOMI-
TOHOBCKOr0 pacrnpeje/jiediss OT ramMma-uajayueHusi OoJIbIIOH 3HEepPruu.
B nepsoM ciyyae NPOHCXOAHT 3aBbIICHHE COJEPKAHHs 3JEMEHTa, BO
BTOPOM — H3MeHsieTcs npejie oOHaPy:KeHHs B 3aBHCHMOCTH OT COOT-
OIICHUSI COAEPIKAHUS PA3JIHYHBIX 3JEeMEeHTOB B npole HJIH BbileleH-
HOH (paxkuuu. Memalpoulee BAHAHHE PaJHOH3OTONOB B 3HAYHTEIbHOMN
Mepe ycTpansercss NpHMeHeHHeM TpyNNoBOro pajiHOXHMHUYECKOro BBI-
eHHS 9/eMEHTOB H TaMMa-CHeKTPOMETPOB BHICOKOTO paspelleHH:
a ocioBe Ge(Li)-1eTekTopoB 1 MHOTOKaHaJbHBIX aHAJH3aTOPOB.

- C uesblo noBbilleHnsi W30HPATENLHOCTH ONpejeleHHs Kejdesa H
AKeHnsi npeiena ero oGHAPYKEHHS KeJle30 BMecTe CO CKaHaHeM,
HHEM M NpOoTakTHHHeM 3Kcrparupyior BHayajde 30 Y% -uem THO
Genzone uz 10M HCI ¢ nocaeayiomeii peskcrpakuueit 0,1M HCI,
sarem oraeasiior or Hi u Pa, ocaxnas nocaennue B Buge hennaap-
sonaToB u3 3M HCL

Haseckn npo6 u o6pa3ioB cpaBHeHHSs, YNaKOBaHHLIC B aJIOMHHHe-
BY10 (hoJibry mJIN KBaplueBble OIOKcH, 06Jy4aloT B II0TOKe HeHTPOHOB
saepHoro peaktopa mnaotHocteio 1,2.10% ¢ '.cm~? B Teuenue 22 u.
aJHOXHMHYECKOE BblJeJeHHe ¥Keje3a NPOBOASAT He paHee uyeM uepes
D AHel nocae obGayuenns. [1pofy cnaasasioT B Kelne3HOM HJIH HHKe-
gesom turae ¢ 1,5—2 r NayO, B mydeasnoit neun npu 650—700 °C.
Ilnag BbiulenaunBaloT BOLOH B CTaKaH, COAEPrKHMOe KHMNATAT A0 pas-
yienust HyOp. Ocazok ruaipokcuaoB OThHJABTPOBBIBAIOT, NPOMBIBAIOT
opsiuuiM | %-nbiM pactBopom NaCl u pacTtBopsiloT Ha (uJabTpe rops-
- ueii HCI (1:1). Pacrsop ynapuBalor aocyxa, OCTATOK PacTBOPSIIOT B
25 ma 10M HCI, xucioty npudapasior NopuUnsAMi B TPH NpHema, Kax-
ﬁ;;guﬁ pa3 KunaTaT pactBop B TeueHHe | muH. CojpepiKnmoe nepeHocsAr
B JleuTesIbHYIO BOPOHKY M 3KkcTparupyior 1 mun Fe, Se, Pa u HI 35 ma
- 30 %-noro pacteopa TB® B Geisode. IaeMeHTH PeIKCTPATHPYIOT
35 ma 0,IM HCI B Teuenne 1 mun. K pesxcrpakry npubasasior | mux
pacteopa, coiepxautero 5 Mr/mja unupkonust (8,8 r xJopokcmiaa UHp-
Kohna ZrOCly-8HyO pacrsopsiior npu ciaaGom HarpeBannm B 500 mux
2M HCl), narpepaor 10 kKhnenus u npuauwsaior 35 ma 3 %-noro pac-
TBopa (ennaapconoBoii kneaorel (PAK) 8 HCI (1:1). Ocanok or-
DUALTPOBBIBAIOT, NPOMBIBAIOT PACTBOPOM, cojepxauinm B 500 M BoAbI
5 Ma 5 %-noro pacrsopa ®AK 8 HCI (1:1). ®uastpar, cogepskauuii
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JKeJe30 W CKaHAuil, ynapupaloT B cTakaHe BmectuMmocTbio 300 ma jo
obbema 7T—10 M.

HHTeHCHBHOCTL raMMa-H3JyueHus u3orona °Fe H3MepsOT Ha MHO-
rOKaHaJbHOM raMMa-crnekTpomerpe 000l MapKku, HO NMPH YHCJAe KaHa-
JIOB He MeHee 256, ¢ HcnoJab3oBaHneM KoakcHanabHbIX Ge(Li)-merekTo-
poB oobemom 20—100 cm® Mamepenusi npoBOAAT HA TAKOM DACCTOsA-
HHH OT JleTekTopa, uToOB «MepTBOE» BPeMS aHaansaTtopa He NpeBbl-
wado 259 npu H3MepeHHH caMbiX akTHBHEIX npo6. Coaepxanue
3JeMeHTa B npobe, B YACTHOCTH JKeje3a, paccUHTHIBAIOT MO OTHOMUIe-
HHIO K €ro cojep:aHuio B obpasne cpaBHenus. Paamoxmnvuueckas
nojAroToBka obpasina W H3MepeHHe B HeM IKejle3a aHaJOrM4HBI TAKO-
BHIM 115 npob. B kavectBe o0pasnoB cpaBHeHHs, KaK MpaBuJIo, HC-
NOJB3VIOT CTAHAapTHEEe 06pa3lbl COCTABA € ATTECTOBAHHBIM COAEPHia-
HHEM B HHX rKeje3a. ’

2. AHAJIN3 )XEJIE3HBIX PYJL

Ananus Xele3HbIX PYA 3aHHMAeT 3HAYHTEJbHOE MEeCTO B aHAHTH-
Yeckoil npaktuke Jjabopartopuii reosoruueckoit cayk6ur CCCP. JKe-

<JIe3Hble PYAbl — OCHOBHOE Cbipbe JJs MeTaJ'IJIypl"H‘IECKOi:I TPOMBIIIIEH-

HOCTH cTpaHbl. B ¢BA3H ¢ mOMCKaMH, OTKPHITHEM U paspaboTKOH HOBHIX
KOMIUVIEKCHHIX MeCTOPOXK/JAeHHil pacumupsiores TpeGoBaHHS, Mpelbss-
JsieMble reoJoraMH, MeTaJlypraMH K aHa/H3y KeJe30pPYAHOro Chipbf.
‘OnpezeieHle TaKHX 3JE€MEHTOB, KaK Melb, XpOM, MapraHell, BaHalui,
THTaH, HHKeIb, KOGAaJAbT H Ap., cTalo 00fA3aTeIbHBIM HPH KOMILJIEKC-
HOM M3YYeHHH JKeJe3HBIX PYIL.

Meranaypruveckas HEeHHOCTb JKeJe3HbIX PyJ B 3HAUHTEIBHOH cTe-
TIeHH omnpeje/siercss HaJHYHeM B HHX NMOJe3HbIX H BPeAHHIX NPHMecei.
K none3HbIM U IeHHBIM HPHMECSM OTHOCATCH MapraHel, HHKeJdb, KO-
6anbT, BaHaAWi, a TakXKe THTAH, XPOM, Melb H JApPYTHe 3JEeMEHTHI.
IIpumech 3THX 3JIEMEHTOB B ONpejAeJeHHBIX KOJHYECTBaX VJyullaer
KauecTBO uyryna u craju. OQHako NOBBILIEHHOE cOJepKaHHe B pylax
HEeKOTOpBIX W3 HHX (Hanpumep, mean 0,2—0,5 %, xpoma Goaee 04—
0,6 %) orpuuaTeNbHO BAHSET HA KAauecTBO BHILIABJAAEMOro MeTaJla.

K BpeaHelM mpuMecsiM B JKeJe3HBIX pyiax oTHocATcs Gocedop, ce-
pa, MBIIBAK, OHHK, cBHHell. @octop Beerna NPUCYTCTBYET B JKEJTE3HBIX
pyzaax. B 3aBHCHMOCTH OT MeTa/1ypruvyeckoro nporuecca  TpefoBaHiii
K KauecTBy MeTasana ¢ochop MomeT OHTh NOJE3HBIM HJIH BpPEIHLIM
sJeMeHTOM. B KauecTBeHHBIX OecCceMEpPOBCKHX M MapPTEHOBCKHMX pyaax
cojepxanne ¢ocopa He J0JKHO npeBpiath coorsercTBenHo 0,03 n
0,15%. B wmexkoropeix pyaax jaomyckaercsi ao 0,8—1,2% docdopa.

‘Cepa BeTpevaercsi BO BeeX THnax skesdesnbix pya. CosepiKaHiue cepul

B TOBAapHBEIX 2KeJIe3HBIX pyaax jgonyckaercs He Gonaee 0,2—0,3 9%.
MpillbsiK BeTpeuaeTcss ualle B GVpBIX JKedesHsikax, obpasysa camo-
cTosiTe/ibHBle MHHepaJbl. Ero coaep:kanue B pyiax He JIOJNKHO HPEBbI-
wark 0,07 %, a B pyaax, HcnoJb3yemblx /sl BEIMJIABKH BhICOKOKAUECT-
BeHHBIX YYTYHOB, MBbIIIbLSIK NMpakTHYeckn orcyTerBver. LlnHk, cumer,

‘0JI0BO BCTpeuarwTcsd, IJIaBHBIM oﬁpa30M, B MAarHeTHTOBBIX pviax. Co-
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JKaHWe CBHHIA M UHHKA B pyaax He joaxuo npeBuimars 0,1 9%,
‘oa0so 0,07—0,08 %.

Ilpn u3ydeHHH BelleCTBEHHOrO €OCTaBa PYA HOBBIX MECTOPOXKIe-
gil, paspaboTke cxeM oforallleHHs, a TakiKe JJf YCTAHOBJEHHS Ha-
~ JIMuMs M H3BJIeYEHHS TONYTHBIX IEHHBIX KOMIOHEHTOB B JKEJE3HHIX pY-
Jlax MPOBOAAT MOJHBI XHMHYECKHH aHagn3, KOTOPBI BKJAKOYAET onpe-
geaenne SiO;, AlyOz, TiO,, Fe O3, FeO, MgO, MnO, Cr 03, CaO, V,0s,
Cu0, NiO, CoO, P;0s, S, As, H,O*, H,O~, CO; u ap. B GonbmuHcTBe
gayuaeB orpaHuynBaioTesl onpenejenueM SiO; (Hau HepacTBOPHMOro
:?;ﬁ'a'rka), Feoﬁm, AIQO;;, Ti()g, CaO, MgO, MI’IO, P, S, AS, VgOs.
~ Cxema aHanusa jKe/le3HbIX H THTAHOMATHETHTOBLIX py1 6.H3Ka
K CXeME aHa/JH3a CHJIHKATHBIX TOPHBIX nopox. Otanuue 3akarouaercs
TOM, YTO TpPH aHa/Ju3e JKeJe30pPYIHOTO ChLIPbs NPEeAyCMaTpPHBAETCs
yeBapuTeabHas oOpaboTka HaBeCcKH coJAHONH KucJaoTol. B kueaoT-
10 BBITSIZKKY TIepPeXoAsiT OCHOBHOE KOJHYECTBO KeJe3a H 3J1eMeHTHI
ppynnsl uBerHuix MeramnoB (Cu, Ni, Zn, Pb u ap.), nmpucyrcteie Ko-
TOPLIX TPH CIJIABJIEHHH ¢ COMOH BeleT K Mopue MJIATHHOBBLIX M3IeJHil.
- M3 ocuosnoii waBecku 0,5 r onpenensiioT HepacTBOPHMBIH OCTATOK,

0, TiO,, AlO; Fey0; CaO, MgO, MnO, P,0s. Ecan B npobe no
HHBIM CIIEKTPaJbHOrO aHaJju3a MPHCYTCTBYIOT 3HAUHTENbHBIE KOJH-
ctBa Cu, Ni, Co, Mn, Cr, Pb, To Heo6xo1uMO H3 OTIe/NbHBLIX HaBe-
OnpeeNHTh HX COJAepIKaHHe H TOC/e 3TOr0 HaMeTHTb PallHOHab-
0 CXEMY OnpejieseHHsT OCHOBHBIX KOMIIOHEHTOB TMPOGHI.

2.1. OnpeneneHne KOMIOHEHTOB XKeJe3HbIX PYI
XMMHYECKMMH MeTOLaMH

~ JKesie3o B KeJe3HBIX PyZax HAXOAHTCH B PA3JIHYHON CTeNeHH OKHC-
~Jienns B Buae okcuaoB Fe (II) u Fe (III). B 3aBucumocTtn ot ueneit
*uﬁﬁamwa onpenensmr Keneso obuee, okcun keaesa (II) m xedeso
Merananueckoe. OGuiee Keae3o ONPeAeNsIOT WIH 1O XOAY MOJ-
‘,ﬁoro aHaju3a, WIH H3 OTAe/bHOH HaBecKH THTPHMETPHUECKHMH HJIH
~@oromerpuuecknmMu MeroaaMmu (cM. pasaea l.1); okcua xedade-
8a (II)—wu3 oTaeabHOll HaBeCKH THTPHMETPHUECKHM MeTOJI0M (M.
‘i’iaaﬂe.ﬂ 1.14); MmeTaanuueckoe xKeJe30— THTPHMETPHYECKHM
Han doromMerpruueckuM meroxamu (cm. paszea 1.1.5 u 1.1.6).
~ JluokKcH]1 KpeMHHS npu coaepxannu ero menee 40 % omnpe-
JedisiioT GOTOMETPHUECKHM METOJ0M, OCHOBAaHHbIM Ha 0OGpasoBaHHH
JKeJNTOro KPeMHeMoJHOIeHOBOTO KOMINIEKca ¢ MOoc/elVIOIHM BOccTa-
HOBJeHHeM ero [0 coeinHeHHs, oKpauleHHoro B cuunit user. [Ipu co-
JAepKaHuu Anokcuaa kpemHust Gosee 40 9 onpexesenne TnpoBOASAT
rPAaBHMETPHUECKHM MEeTOJOM ¢ TPHMEHEHWeM JKelaTHHBI B KayecTBe
KOarynsamra.
Okcua anioOMHHUS oNpeaeisioT GOTOMETPHUECKHM METOI0M
C HCTMOJB30BaHHeM JBYX peareHTcB (aHTpaxo3poMa H KCHJEHOJOBOTO
OpaHxeBoro). AMOMHHHI ¢ peareHTOM (aHTpasoxpomom) obpasyer B
caabokucaoit cpere (pH 4,7—4,9) koMmmiekcHoe coeiaunHeHue, OKpa-
~ lIeHHOe B KpacHo-opaHsKeBblii uBer. OnpeneneHuio adlOMHHHSA ¢ aH-
~ Tpasoxpomom Meuraior Gepuaduii, drop. Xpom, BUCMYT, THTAH, KeJe-
B8 3.k 405 33
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30 (III), Bamaxmit u dQocdop 3aBbILIAIOT Pe3yabTaThl ONpeLeIeHHs
AJIOMHHHSA, ec/H NpHeyTeTBYIOT B Oodblinx xoanuvectsax (1:1 wan
fGoaee).

AmoMHHHA ¢ KCHJICHOJIOBBIM OpaHKeBHIM 00pasyeT B HHTepBaJe
pH 2,5—5,0 KomnieKkcHoe coeqHHeHHe, HHTEHCHBHOCTH OKPAacKH KOTO-
pPOro H3aMeHseTcss B 3aBHCHMOCTH OT CO/Jep:KaHusl aJIoMHHHS OT OJjel-
HO-OPaHIKEBOro 10 APKO-KPacHoro IBeTa.

Turan onpenensior GoTOMETPHUECKHM METOAOM 1o peakuuu c
AHAHTHOHPHAMeTaHOM. a5l THTaHOMATHETHTOB M APYIHUX THTAHCOAEp-
AKallHX MaTepHaJoB NpHMeHAOT (oJiee KOHUEHTPHPOBAHHBIH pacTBoOp
JAHAHTHIIHPHIMETaHA,

OKeHA KaJdblHs ONPeledsioT KOMIJEKCOHOMETPHYECKHM Me-
TOAOM, ecan ero cogepxanue He MeHee 0,2 %. Las noayveHnst apera-
TOYHO TOMHBIX PE3YJbTATOB ONpeleleHHe TMPOBOAAT H3 OTAENbHOH Ha-
Beckn 0,5 r W npH THTPOBAHHH NPHMEHSIOT pasbaBjeHHble PAacTBOPEI
kommaekcona I1I. B kauecTBe mHAHKaTOpa HCNMOJBL3YIOT cMech (havo-
peKcoHa ¢ THMOJ(TaJeHHOM.

Maruuii npu conepxanun menee 0,5 % moxkno onpeneasts ¢o-
TOMETPHUYECKHM METOJ0M € THTAHOBBLIM KedTbhiM B QuiabTpate nocJe
VPOTPONUHOBOTO OTAENEHHST CYMMBbl MOJAYTOPHBIX oKentoB. pu anamnn-
3e pyi, cojepxauux Go/abuine Koanyectsa maprania (5% u Oogee),
ero OT/eJAIOT BMECTEe C JKeJe30M H aJIOMHHHEM MPH ocaxIeHHH aM-
MHAaKOM B MPHCYTCTBHH HajacepHOKHcaoro aMmmonus. Eean coaepika-
HHe Mapranua menee 3—4 %, ero yaaasior H3 ypoTPONHHOBOTO (HJb-
Tparta AusTHALHTHOKapOGamaroM HaTpus. MaJabsie KoJsinuecTBa Mapra-
na (menee 0,1 %) MOKHO He OTHAeAATb, & BHECTH NONPABKY.

Mapraneu onpeneasiior (oroMerpudyeckiMu Mmeroaami. Merox
no peakuun odpasoBaHHs KoMILIekca MapraHua ¢ (popmaibIoKcHMOM
NPUMEHSIOT /s ONpee/IeHHss MapraHia npH NoJHOM aHaanse B QHJb-
TpaTe mocjde YPOTPOMHHOBOTO ocaxjaenus. PdoroMmeTpuueckuit mepHo-
JaTHBI MeTOJ pauHoHa/leH AJd oNpejejeHHss MapraHua U3 oTAej]bHOH
HaBeckn. Boablime konnuectBa MapraHia onpeiensiioT INOTEHLHOMeT-
pHYECKHM METOIOM.

XpoM B 3aBHCHMOCTH OT €ro CO/Aep:KaHHd B pyAax onpenejsior
(dhoToMeTpHUECKHM WJH THTPHMETPHYECKHM MeTOAaMH H3 OTIeJbHOI
HaBeck. Onucanue MeTOAHK NpHBeAeHo B pasienax 5.1.2 u 5.1.3.

®ochop onpeneasior GOTOMETPHUECKHM METOLOM, OCHOBAHHBIM
na BaauMojeHcTBHH HOHA (ochopHON KHCAOTH ¢ HOHaMH MoJjubaaTa
B NPHCYTCTBHH BOCCTAHOBHTeNs (ackopOMHOBOH KHCAOTH) ¢ oGpaso-
BaHueMm ¢ochopHOMOINGLEHOBOTO KOMIJIEKCa, OKPAlleHHOro B CHHHIT
user. s yckopeHHs pasBHTHS OKPAcKH B pacTBOp 100aBJSIOT CYPb-
MAHOBHHHOKHCJBI KaJni. Meron oGnazaer BbHICOKOH YyBCTBHTENbHO-
CTHIO M J@eT XOpOollHe pe3yabTaThl onpeaenenus ¢ochopa npu anajnze
PasiHYHLIX THIOB KeJe3HBIX Py

Cepa B Kele3HHIX PYJAax MOMKET HaXOAHTHCHA B HECKOMBKHX (op-
max, Jlnsi npakTHUeCKHX Lesell He HMeeT CYUIeCTBEHHOTO 3HaueHus,
B KaKkoii (hpopMe MPHCYTCTBYET cepa B JKeJe3HOI pyje, mo3TOMY onpee-
Js10T ofllee ee cojepianue TPaBHMETPHYECKHM HJHM THTPUMeETpHYe-
CKMM MeroaaMmu. ['paBuMerpHYecKkHil MeTOJ OCHOBaH Ha ocajieHHH
34
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b B BHJE CepHOKHc/oro OGapus. PasjomeHue HaBeCKH KeJe3HOI
/Abl TIPOBOJAIT CHEKAHMEM C OKHCJHTE/bHO-LIEJNOYHOH CMEChI0 HJIH
cJIOTHBIM pas/oxeHneM. THTpHMeTpHUeCKHH HoLOMeTPHUYECKHH Me-
qojil OCHOBAH HAa MPOKA/IHBAHHH HaBecKH o0pasna B TOKe KHCJIOPOAA
pan yraekucioro rasa mpu 1300 °C, norsouleHnu BbLIEJSIOLIETOCH
JIMOKCHIA cepbl BOMOI M THTPOBaHuM 08pa3oBaBlleficst CEPHHCTON KHC-
- JIOTHl PacTBOpPOM fiona B IPH-
_YTCTBHH Kpaxmana. Meron
(PHMEHHM [PH COJep:KaHuu
pbl  OT TBICSUHBIX JOJIef
orerra 10 3,5 %. ITo onwi-
paboTHl 1leHTPAJbHON Ja-
paropHH YpasbCcKOro reo-
rHYECKOT0 yIpaBJeHns
HBEIM METOJI0M MOKHO Ofl-
neasaTh 0oJiee BLICOKHE CO-
PpAKAaHUS  Cepbl, TPOBOAA
praHHe HaBeCKH B TOKe
opora  TNpH 1300—

- B mnocaennee Bpemsi JJist
iIpefesieHHs HH3KHX Ccomep-
IHNII cepbl HAXOAAT NMpHMe-
HHe MeTOIbl, OCHOBaHHBIE
Ha HCNOJB30BAHIHH HOHCEJeK-
PUBHBIX 3J€KTPOAOB Ha OCHO-
cyabhuna cepeGpa. Tak, Puc. 1. CxeMa yCTaHOBKHM JJf Onpefe/ieHus
TOJHKA, paspaboranHas Cceph:

M Bebewko u O. H. Onew- I—-peamuonﬂugt cocya; 2— rTpyGka aas non‘ae‘;ze-
HHsl  a30Ta; — KapMaH AJd TepMomeTpa; 4 —
1 (BMMC) , NpeiHasHavYeHa maTpoR AJAS AHAJU3HPYEMOfi NpoGbl; 5 — TEPMOMETD;

Qi iDcncnenns copul B HOp-= i e om coi
X mopoaax, pyiax H MHHE-  wenus; [0— maMepHTeTbHbiil npuGop; [1 — Mardut-
ax TpH ColepKaHHH OT ARG

002 no 10 %. Meroauka oc-

BAHA Ha TiepeBeJeHnH cepbl B CEPOBOACPOL H MOCJACAYIOIIEM H3Me-
HHH KORUEHTPALHH CYJbQHI-HOHA CYJIbQHICETeKTHBHBIM 3/1EKTPO-

Onpenenennio Memnaior Gosee uem 5-kpaTHbiii u36bTok Ag, Cu n
“Kparublii uadeitok Hg (I).

- Hagecky 0,01—0,5 r paszaaraior B ycranoke (puc. 1) 8 wa Bocera-
oBuTennHol cvecn Ti (IT11)—H3PO4—SnCl; B T0Ke azoTa npu Harpe-
~ Banun g0 220—260 °C B teuenne 10—15 mun. (Cvech roToBAT pacTro-
Pennem 5 r turanoBoil cTpyxku B 100 ma HzPOy (1,7) u B Temustit
- Pacteop poGasasior 2,5 r SnCly-2H30.) O6pasyrowmuiics npu pasJo-
~ HeHnn npol6bl cepoBOAOPOL NMOTJOMAWT 25 MJI CYAbHAHOTO aHTHOKHC-
- Jrensroro Gypepa (CAOB) n uaMepsiioT B HeM KOHUEHTPAIHIO CYJb-
‘Oun-nona. Cocrap CAOB: 1M NaOH n 0,06M ackopGuHoBasi KHCJIOTA.
- Conepikanne cepsl HAXOAAT MO rPajyHpPoBoUHOMY rpaduKy, MOCTPOCH-
- HOMY 110 cTaHJapTHBHIM pacTBopaM cyabdara HaTpus.
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IpaaynpoBounblii rpauk CTPOAT KaxKAbli pas, Korjia NpPOBOAAT
onpenenenne cepol. as storo Gepyr no | MJ cTaHAapTHHIX PAacTBOPOB
cyabata Hatpus ¢ coiaepxannem 10, 100, 1000, 10000 mKr cepsl
B | MJ, noMellalOT B KBapLeBblil MaTPOH, NPHJAHBAIOT BOCCTAHOBHTE/b-
HYIO CMecb M INPOJOJIKAIOT aHaJH3 aHaJOrHYHO OIpeles]eHHI0 cepbl
B npobe. I'paaynpoBounblil rpauK BblYEPYHBAIOT Ha noJyJorapudmu-
yeckoi Oymare, OTKJaJAblBasi MO OCH OPAHHAT (JAorapH(pMHUECKHI
MaciitTad) KOAHYECTBO CepPhl B MKI, N0 ocH abcuuce (JAMHEHHBIH Maclil-
Tab)— BeaHUHHL noTeHuua oB (B MB).

Hukeanb onpezeasitor GoTOMETpHYECKHM M rPaBHMETPHUECKHM
METOJaMH 110 peakuuH ¢ AHMeTHJAranokcuMoMm. PaziomeHnue Hapecku
JKeNle3HOH pyAbl NPOBOJAAT COJSHOH, a30THOH M CEpHOH KHCJAOTaMu.
B npHcyTcTBHH CHIMKATHLIX MHHEpaJoB  AONOJHUTENbHO A00aBjs-
o HF-

[1pn onpeaeneHHH THICAYHBIX H JAeCATHTLICAYHBIX A0Jel NpoueHTa
HHKeJNSl KaK B Keje3HbIX py/ax, Tak H NPH aHaJuse APYyrHX BHIOB
MHHEPaJbHOTO CLIPbS NPHMEHSIOT METOJA ¢ TNpeiBapHTeIbHbLIM KOH-
LUeHTPHPOBaHHEM HHKeJls H KoDaJbTa B BHJe AMTH30HATOB HAH MeTO]l
C IKCTpakuueil opraHnyeckumu pearedtaMu (cM. pasaeant 10.1.2 u
10.1.4).

KofGaabT B Kele3HbX pylax onpeleisior ¢oroMeTpHuecKHM
METO/J0M N0 peakunn ¢ HUTpo3o-P-coapio. HaBecky :xesesHoii pyub
pas/araioT coJsiHoi, a30THOI H cepHoil KucaotTamu. Ecau npoba co-
AePHKHT CHIHKATHBIE MHHEPaJbl, TO AONOJHATENbHO 100aBAAI0T QTOPH-
CTOBOAOPOAHVIO KHCJAOTY HaH (ropucThil amMMouuil. Marepuassl, co-
nepaxauine 6Gosee 0,5 % Banaaus, 1—2 9% xpoma u 3 % wmoaubacua,
pasJaraloT cljaBjdeHHeM ¢ NepoKcHaoMm HaTpusi. B 3aBucumoctn or
coldepKaHus MeldH, HHKeJs H MapraHua, onpefelcHHe KOTOPLIX cJe-
JYeT NpOoBecTH paHee, BLIOHPAIOT OJHH H3 JABYX BapHaHTOB dotoMerpi-
4YeCKOro MeTo[a, KOTOpble pasjudalorces Me:Kiay coboit cmocobfoMm yer-
paHeHusi Melaloumux 31eMenToB (cM. pasaen 9.1.4).

Mbl b5 K Jeryy, NOITOMY NPOKaJHBaHHe HABECKH H pasJjoKeHHe
ee COJAHON KHCJAOTO HeJomycTHMO. PasnoxenHe KeJe3HBIX Pyd A/
onpejeneHHs MbILIbAKA MPOBOAAT CIIABJACHHEM CO LLEJOYHLIMH I1aB-
HAMH B NPHCYTCTBHH OKHCJHTEAs WJH CNEeKaHHeM CO CMeCAMH COJbl
U OKCHIa MarHis MJH COAB M OKCHAa uuHKa. Jlig omnpejeneHus
MBIIIbSKA B KEJ€3HBIX pyAax NPHMEHSIOT B OCHOBHOM oToMeTpuue-
ckue Meroabl. HauGosee pacnpocTpaHeHHBIM METOAOM ONpeeaeHus
MajblX KOJHYeCTB MbIIbiKa SIBJASETCS MeTO[, OCHOBAHHBIH Ha Boccra-
HOBJICHHH COCAHHEHHil MBIIIbAKA runodocduTOM HATPHS HAH Kajb-
UHA B COJSHOKHC/IOM cpefe u mocdeAyouieM (GoToMeTpHPOBAHHH OKpa-
1EeHHOro KOJJIOWAHOTo pacTBopa Mblubsika. Ilpn anannse kesesubix
Py 3TOT METOJ TNO3BOJsieT onpeleasaTh coaepxanne Mbibaka 0,01 %
u OoJiee.

Hpyroii (oroMerpuyeckuii MeToa onpejejeHHs MbllIbAKa OCHOBaH
Ha 00pa3oBaHHH KeJTOT0 MbIIIbAKOBOMOJHOIEHOBOIO KOMILIeKca ¢
MOCJeAYIOUIHM BOCCTAHOBJICHHEM €r0 CePHOKHCABIM THAPAa3HHOM B cep-
HOKHCJIOM PacTBOpe /10 COoeJHHEHHs CHHero upera nocJje npeaBapi-
TEAbHOTO OT/e/eHHs MbIIbsiKa OT MEeMAUIHX 3JeMEeHTOB JIHCTH/IISA-
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meii. MakcuMyM aGcopOLUHH CHHErO MbIIILAKOBOMOJHG1EHOBOIO KOM-
exca Haxoautcs B uHtepsase 660—680 M. OntumanbHble KOHIIEH-
UHH peakTHBOB — cepHaa kucjaora 0,125M, moaunbaar amMmoHus
41 % (20 mr B 50 ma), ruapasun ceproxucasii 0,0006 % (0,3 mr
50 MJ1)— ofecneuHBalOT BOCIHPOH3BOAHMBIE Pe3yabTaTbl IPH COAEp-
au;m] B (ortomerpupyemom pactBope ot 0,005 a0 0,1 mMr Mmblubs-
45].

pH cojep:anuu Mbliibsika Gonee 0,5 % npuMmeHsiioT TOT e IHIO-
(HTHBI MeToJ, HO C THTPHMeTpHYeCKHM oKoHuauuem. M3 coasno-
gHeaoro pacrsopa (6M HCI) B npucyrcrBum kartajusatopa (codaeii
MeJAH) MBIUIBAK 0CaxKAAT runodocduToM HATPHA HJIH Kaabilusi B BH-
g€ 3JeMEHTHOrO XJONbeBHJAHOrO ocajika. B orduibrpoBanHoM ocaake
WbAK ONpeleasoT OUXPOMATHLIM MeToaoM. [as 3Toro ocajiok sJe-
@HTHOIO MBIlIbAKA PACTBOPAIOT B TOUHO OTMepeHHOM oObeme GHXPO-
Mara KaJusi, M30bITOK KOTOPOTO OTTHTPOBLIBAIOT pacTtBopoMm conan Mo-
B NPHCYTCTBHH HHJHKAaTOpa (eHnaanTpannJoBOH KHCAOTHI.
Me 1 b 0ObIYHO ONpPEEJAIOT H3 OT/AeJbHOH HABECKH, KOTOPYIO pas-
alo0T coJsiHON 1 a3zoTHofl Kucaoramu. las onpenenenus Meldd B xe-
HBIX pyJaax npuMmeHsior (ortomeTpHyeckne H mnoasporpaduueckine
OJ1bl.
Oann u3 GoroMeTpHyeckHX METOMOB ONpeje/ieHHs MelH OCHOBAaH
B3aumoeiictBuu HoHoB Mean (I1) ¢ nukpamunom-sncugon B 0,04—
2M HCl nan HNO; ¢ oGpasoBanuem okpalleHHBIX KoMijiekcos [12].
OpOILHIO PACTBOPOB H3MepsAOT npu A =551 uM. Onpenenenuio Mein
HKPaMHHOM-3ICHJIOH IPAKTHYECKH HE MELIAIOT LleJovibie I llesou-
eMeJibHble MeTaJbl, Godbluie koandectBa Zn, Pb, Cd, Mn, Fe, Ag,
0—10000-kpatHbie koauuectBa Ge, Bi, Te, Al, P33, Th, Nb, Ni,
1000-kpartheie KoanuecTBa As, Be, 500-kpatnbie koanuecrsa Co,
Ao, Zr, 50—100-kparubie komuyecrsa W, V, Cr, Ga.
~ Jlasi noasporpaduueckoro onpejeeHnst MeAH NPHMEHSIOT XJOPHA-
i0-ammuavnbiii GoH. Ammuakar Mean (II) B Xaopuano-ammHauHOM
oHe BoOCCTAaHABAMBAETCA Ha KanalolleM PTYTHOM 3JeKTpojle B JBe
Tajliii, OTBeYaloLlHe ABYM 3/ekTpoxumudecknm npoueccam [26]. ITo-

]

IM pacrsopa NH,OH pasen 0,25 B, Bropoii — 0,54 B (nac. k. 3.).
Adisi yerpaHenus COpOUHH MeAH OCaAKOM THAPOKCHIOB B KauecTBe

Me 1H onpenensioT 1o BbICOTE NHKa BTOpOi"I BOJIHBI,

- Pasaoxenne naBecku npoObl NPOBOAAT CMEChI0 KHCJOT: COJSHOI
‘H a30THOI HJM yallle COJAHOI, a30THOH W cepHOi, oOpallas BHHMalue
Ha 10JHOE BCKPBITHE TPYAHOPa3JaraeMbiX TEMHBIX YaCTHIL CYJb(HLI0B
ME/LH.

~ Onpeaenenne motepu npuH npoxkaausannn Ilore-
“Peit npu npokaauBatui (0.0.1.) B aHaJuTHKe NPHHATO CYHTATh
- YMeHblIeHne Macchl NPpoObl NPH NPOKAJHBAHHH 3a cyYeT yaajenHs Je-
ﬂ,‘ylmx KOMIIOHEHTOB — BOJ/Ibl, JAHOKCHJA VrJepoja, OpraHuyeckux Be-
IlecTB, cepnl cyab(pHIOB H AP.

- Ilpu npokaanBanun Kejaesubix pyja nojyuaemas BeJiuuna . I I
TpakTuueckH He COOTBETCTBYET CYMMAapHOMY COAEPKaHHIO JIeTYHHX
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KOMIOHEHTOB, TaK Kak B Npolecce HarpeBahus npod Hapsay c¢ yaa-
JeHHeM JIeTYUHX KOMIOHEHTOB MPOHCXOAAT NoGouHble PeakunH OKHC-
Jgennsi oxkcnga keqaesa (II) u cynabduanoro menesa 1o okenna Kede-
3a (lIl). Ilpouecc oxucienns coepuHennii xe/jesa HH3LIEH cTeneHH
OKHCJEeHHSI He Bcerja uier Ao Konua — napsiy ¢ Fe,O3 Bozmowno 06-
pasosanue FesOs, npHuyeM COOTHOIIEHHE OKCHAOB 3aBHCHT K3K OT TeM-
nepatypbl, TaK W OT TMPHCYTCTBHS 3JEMEHTOB ¢ IepeMeHHOll Ba/eHT-
HocThio. He Bcerna ynaercsi paccyurarh KOJHYECTBO KHCJA0POAa, 3a-
MeCTHBUIEro cepy B IPOKAaJeHHOM OCTaTKe, TaK Kak HeH3BeCTHO, 4yeM
OHa MpeJcTaBieHa — MHPHTOM HJAH TTHPPOTHHOM.

Kpome Toro, B npouecce nmpoxaanBaHus npod, copepmallux cyib-
(Guanble MHHEpaJhLl 7KeJe3a H COCAHHEHHs KalblHsi W MarHus, BO3-
MO#HO oOpasoBaHne uX cyabhaTos. Ecan B npobe npueyTCTBYET JHOK-
cHA Maprauua, To npu Harpesanun 1o 600—650 °C ou paznaraercs
B coorBeTcTBHH ¢ peakuueil 4MnO;—2Mny0;+ 05, npu nansheiimem
nosuiennn Temneparypsl g0 1000 °C npomcexoant aaasHefiee pas-
JOKEeHHe,

Takum oOpa3oM, npH aHa/Au3e Kele3HBIX DY/ BeJAHUHHA 1. 1. M. He
JlaeT TOYHOrO MPEACTABJCHHS O COACPIKAHHH JETYUHX KOMIOHEHTOB B
npo6e. Ecan HeoOGXxoauMo 3HaThL ILI.IL, TO CJEAYET ONpeAe]siTh pas-
Jle/IbHO BCE JIeTYHHe KOMIOHEHTBl 0 COOTBETCTBYIOUIHM METOHKAM.

OnpeneseHne THIPOCKONHYECKONH MW CBHA3aHHOIM
BOAb. Bojaa B Kele3HbIXx pylax MOKeT INPHCYTCTBOBAaThL B JBYX
dopmax: a) rurpockonuyeckas (aacopOupoBaHHAs MOBEPXHOCTHIO Be-
eCTBA) BO/a, KOTOpPasi MOMKET OBbITh ONpeejeHa BbICYIIHBAHHEM Ha-
Becku mpobGul npu 105—110 °C 10 noctosiHHOi Macebl; 6) XHMHYECKH
CBAI3aHHAS BOJA, KOTOpAasi MOMeET OBIThb ONpeaesieHa MYTeM NpPOKaJH-
BaHis HaBeckH npoOsl npu temnepatype 900 °C u moraonienus ee
B TpyOKe, HAMNOJHEHHOH TNOIMOTHTENeM — IepX/JA0paToM MarHus (aH-
rugponom) [27].

Cpsizannas popa H.Ot apaderess cocTaBHON 4YacThi0 BellecTBa.
Pazanuaior e GopMbl cBs3aHHON BeAbl: a) KPHCTANIH3AUHOHHAHA
BOJA, BXOASILIAS B KPHCTAJNJIHYECKVIO PelleTKy BellecTBa B BH/IE MO-
Jexyqa Boabl, HanpuMep B Meaantepute FeSO4-7H.O, croponure
FeAsQ,-2H,0, suBuanure Fes(POy)2-8H,0; 6) KoHCTHTYUHOHHAS BO-
Jla, NPHCYTCTBYIOLLAs B BELleCTBe B BHAE XHMHYECKH CBA3aHHOTO BO-
Jdopoia uau ruapokcuaa. [Ipu narpeBaHnu Takne BelllecTBa pasnara-
10Test ¢ Boiaeaennem Boabl, Hanpumep rétut HFeO, (2HFeOs—Fe,05+
+ Hy0).

O6uee coaep:kanne BO/Jbl YCTAHABJAHBAIOT TPaBHMETPHUCCKHM Me-
TOJAOM € TepMHUecKHM pasJjoxenuem B Tpyokax [lendpuasna [29].

Onpenenenne yraepoja. B cocraB Menesusix pyi yrie-
PO/ MOXET BXOAUTH B BHje KapOouaTtoB pasanutblx meradnos (FeCOs,
MgCO3, MnCO;3, CaCO; w 1p.), MO3TOMY €10 CoJAepXKaHue BbIPakaior
B BHIe JHOKCcHAa yraepoaa. OnpenedeHne kapBoHaTHOro yraepoina
npoBoaAT rpaBuMerpuueckum MetogoMm (Mucrpykuma HCAM Ne 14-X
[27]), ocHOBaHHBIM Ha MOrJIOLLEHHH IHOKCHAA VIJEpoaa, BblAeJsloLLe-
rocst IpH pasjoKeHun Npodbl CONAHON KHCAOTONH, acKapuToMm (HaTpoH-
Hbiii acbecr). Conep:kanne CO, B npoGe onpeiessiioT Mo yBeAHUYEHHIO
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acchl norjotHteds. B nmpucyTeTBHH cyab(HAOB, pasziaraemMbiX coJs-
HOIl KHCJOTOI, BbIAE/AAETCs CEPOBOIOPO, KOTOPLIH YAePKHBAKT B pac-
'_;@}j;ope npo6bl pobasjeHuem cyibdara Mean (B BH/e NeM3bl).

- Meroanka pekoMengosana aas onpegedaennst COz B ropunix nopo-
| Jlax NP COJEPIKAHHM COTbIe J10J111 NPOLEHTA H GoJiee.

~ Hepenxo iKedesnble Pyabl CoJepiar opranudyeckue seulectsa. [lo-
CKOJBKY JUIsl OMpelesieHNs yraepoaa OPraHHYeckoro BelllecTBA HeET
MPAMOTO MeTOAd, TO ero CojepiKaHne ONnpelesioT no pasHOCTH Mex-
~Jty OOIINM COfep/KaHHeM YI/epoia H yrJepoioM, CBASAHHEIM B BHJE
- KapOoHaTOB. :
- Cnavana rpaBHMeTPHYECKHM METOJOM ONpejiensioT obllee coxep-
JkaHHe yriaepoaa (opranudeckoro u KapOOHaTHOTro) NPOKAJHBAHHEM
aseckn npu temnepatype 1200 °C B toke kuciaopoaa [30]. Hdas nepe-
era Ha yraepol HaifiienHoe Koanuectso COp yMHOMKaOT HA KO3(DDH-
ument 0,2729. M3 otienbHoli HaBeckn onpeae/siloT colep:KaHue Kap-
~ GOHATHOTO Yriepona.

2.2. OnpenesieHHe KOMNOHEHTOB MKeJe3HbIX Py
aTOMHO-a0COPOLMOHHBIM METOIOM

MeTtoanka pekoMeHAOBAaHA st ONpeleseHHsT NOpoaA00SPasyIOUIHX
JIEMEHTOB B CHJHKATHBIX TOPHBIX Nopoaax npu cozep:kavuu SiOs
5—50,0 %; TiO; 0,2—5,0 %; Al;0; 0,1—20 %; CaO 0,1—30 %; MgO
1—40 % u MnO 0,005—1,0 %. Ona onpoGoBaHa Takxe Npy aHa/ise
JKeqe3HbIX, MapraHieBbX pya, XpoMHTOB H Ap. Meroauka paspabora-
- Ha M. A. Boponkosoii, B. H. IIstosoii, B. C. BopoGeesbim, H. A. Cre-
~ manosoii, JI. M. Kocriokosoii, T. A. Byrkuuoii u B. C. Bockpecen-
“ekoit (Mucrpykuua Ne 172-XC HCAM).

~  Artomuo-aGcopOuHOHHOE ONpeleseHHe KPeMHHsS, THTaHa, aJalOMH-
HUsl, JKeJle3a, KaJbllhd, MarHis i MapraHiia OCHOBAHO Ha pachblIeHHH
aJH3HPYeMOro pacTsopa B IJIaMeHH BO3JyX — aleTHJeH HJH OKcHiaa
30ta (I)— auernjeH U M3MEpPeHHH BEJHYHHBI aTOMHOrO MOTJOLIEHHS
€30HAHCHOIO M3JIyUeHHS HeHTPaJbHBIMI aTOMaMH OIlpe/eNgeMblX
JeMeHTOB, 06pa3yiolluxcs B npoluecce atomusaiuu npodel. Merouynu-
~ KOM pe30HaHCHOTO H3JyYeHHs CJYIKAT ClNeKTpalJbHble JaMIbl ¢ TOJLIM
aroaom uam asyxpaspsinuble damnbsl JIK (mam THC). B kauectBe
 @HaJHTHYECKHX JHHHH HCMOJb30BaHBl HauboJee UYBCTBHTE/NLHbIE B
ATOMHOH abcopOUHE pe30HaHCHbIe JHHHI ONpefeaseMbIX 2JeMeHTOB.
~ AGcopOuHio 31eMeHTOB H3MepsiloT ¢ MOMOUIbI0 aTOMHO-aGcoplun-
‘?'zammx cnekTpooTomerpoB M0G0 Mojaenn nocjde NPOBEPKH H yTOU-
- HeHHsi HEKOTOPHIX aHAJHTHUECKHX MapameTpoB H YTOYHEHHS BJIHSHHS
~ Memaroniux 3jeMentoB. OCHOBHBIE YCJOBHSI aTOMHO-aGcopOHHOHHOTO
OnpeneseHus 3JeMeHToB Ha crnektpoporomerpe ¢upmb  «llepknn —

Savep» npuseieHs B Ta0d. 2.

Bsanmuoe BJMAHHE ONpejlefseMbIX 3JeMeHTOB, a TaK:Ke BJHAHHE
€O CTOPOHBI JPYTHX 3JE€MEHTOB, NPHCYTCTBYIOLUIHX B aHaJH3HPyeMOM
pacteope (nocje passioxeHHsi HaBeckn), yerpausercs Bexennem 1%
Jdautana u 0,1—0,3 % narpus.
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OntumanbHble YCAO0BHA aHadH3a

TaGamn

mwa 2

C-Kopocn, TMOTOKAa, J/MIH
= Jluneitnoctn
AHaan HuecKan Ulnpiua wean BuicoTa 3oun | Xapakrtepucru- rpaduka 10
ANHAS, H cnexTpodoTo- Tun naavern Habao1enus®, |HecKan KOHIEHTpa- conepKanil,
Merpa, HM MM uig, MKr/Ma MK/ Ma*#
OKHCIATENb ropoiee
§i I£ 251.6 0,2 N;O—CsH, oforauien- 10 1.8 150 13,3 8,3—8,5
Hoe ***
Ti 1 364,3 0,2 To e 5—10 1.9 200 133 8,3—8,5
Al T 309,3 0,7 To xe 5—10 1,0 50 13,3 8,3—8,5
Fe I 248,3 0,2 Bosnyx — C;H, 5—10 0.1 b 19,5 4,7
CTexXHoMeTpHYecKoe
Ca I 4227 1.4 N0O—CyH, ] 0,05 13,3 7.4—7,6
obeanetioe
Boaayx — CoH, 10 0,08 7 19,5 4,7—5.2
CTeXHOMeTpHUYeCKOe
Mg [ 2852 0,7 N,O—CyHg 5—10 0,02 13,3 74—7,6
ofeqHeHHOe ?
Bosayx — CyH, 10 0,007 0,5 19,5 47—5,2
CTEXHOMETpUYecKoe
Mn I 2795 0,2 To xe 5—10 0,055 3 19,5 4.7
* BuicoTa 30HEI Hilfs.ﬂlOJlEHHﬁ—DECCTOHIIHE no EepTnKaan MEHY BepXHHM TOpPUOM TOpeaxkn H ONTHYEeCKOlt OCBIO 3OHAHpPYIONLLTO nyayKa

cBeTa.
** Bes nosopora

FOpeaKH.

¥ TIaams, oGorameHHoe aneTHaeHoM («Kpacnaa KopoHa» BuicoToll 2—4 om).



- Ha Beaunuuny atomuoii abcopGunu B 3HAUYUTENAbHON CTEMEHH BJHS-
' cOCTAB aHaausupyembix pacrtpopoB. CoJeBoii cocTap aHaaH3Hpye-
X H CTaHAapPTHHIX PAacTBOPOB YPaBHHBAIOT MO COJAEPHAHHIO KOMIIO-
HTOB, KOTOpPLIE BBOJAAT TPH MNOArOTOBKE MpoObI, B COOTBETCTRHUH C
pPaHHBIM XOJ0M aHaJu3a.

Peaxtuge. 1. Jlantan xjopucrwii, 10 %-Helt pactBop B pacuete na JaHTan.
ecky 156 r (La(NOj;)s-6H;0) pacrropsior B 200—250 ma 0,7M HCI, nepeno-
B Koa0y Bmectumoctbio 500 M (ecau HY:KHO, GHABLTPYIOT), A0AHBAKT TOl HKe
oToli J0 MeTKH M nepememnsaior. Jas npurotosaenus 10 %-Horo pactsopa ua
cHia Jaantana Hapecky 59 r uncroro La,O; momemaior B cTakaH BMECTHMOCTbIO
MJ, CMAuHBaOT BOAOA H TOCTENEHHO, HeGOJLIIHMH NOPIHAMH, NPHJIHBAIOT
ma HCI (1:1). Tocne pactBopennsa saHTana pactBop (HIBTPYIOT B MEpHYIO
6y BmecTHMocTbio 500 M, poauBalT BOJOH N0 MeTKH H nepemeinnsaior. Jlas
protosaenns 2 Y-#oro pactsopa Jantaha pasbasasior 10 %-nwit pacrsop JaH-
na B nate pas 0,7M HCI.

- 2. Cmech coasl n Gypul (2:1). O6espoxennyio npu 300—400 °C Gypy (x. u.)
TWAaTe bHO pacTHpaloT ¢ GessoaHoi cojoit (X. 4w.) B aratoBoii ctynke. Ha 300 r
emecn aoGasasior 0,5—1,0 1 KNO;. Cvech xpanat B GaHke ¢ NpHTepToil npoGKoil.
3. Pacrsop dona Ne | 1asi ypaBHHBaHHA COJIEBOTO COCTABA HCMLITYEMBIX H
aHZapTHLIX pacTBOpoB. 15 r cMecH coasl M Oypul (2:1) nomemaror B cTakaH
ecTuMocTeio 250 mJ1, npuausaior 70 MJ BOALI, H2KPHIBAIOT CTEKJIOM H MOCTEMmeH-
nopuusivi, npuausaior 40 ma HCI (1:1). PactBop nepesoast B kKoaly BMe-
umoctero 1 1, npuausaror 120 ma HCI (1:1), Boan A0 METKH H mepeMeluiBaioT.
onyuernblit 0,7M no HCI pacreop coftepxur 8 1 ma 54 r Hatpus,

~ 4. Pacrsop ¢dona Ne 2 st NpHroTOBJAEHHS CTaHIapPTHBIX PaACTBOPOB W J0OMOJ-
HUTEAbHOro pastapjeHHs MCNBITYEMBIX pacTBOpoB. 7,5 T cMecH coanl n  Oypu
(2:1) nomewalor B cTakan BMecTHMOCTbIO 250 MJa, npuauBaior 50 MJA BoAbl, Ha-
KPLIBAIOT CTEKJIOM H TocTenenno, mopuuamu, npuausaor 20 ma HCl (1:1). Pac-
TBOp mepeBoAAT B kKoaby BMecTHMocThio 1, mpuaupaior 110 ma HCl (1:1),
100 ma 10 %-soro pactsopa JaHTaHa, BOAB 10 MeTKH W nepememnBaior. [Tosayuen-
Hetit 0,7M no HCI pactsop cogepmur 8 1 ma 10 mr (1 %) aawrana w 2,7 wmr
HaTpHs.

5. Cranaapruple pacTBOPBI KPEMHHSA, THTaHa, ajiOMHHHS, JKeae3a, KaJbuus,
Marfius u Mmapranua. [Iasi KamIoro onpeiensieMoro 3JeMeHTa TOTOBAT HCXOLHBIN
0,7M no HCI pacrsop, cogepmamnfi 1 Mr okcuaa saementa B 1 ma.

- Pacrsop SiO, Hasecky 0,5 r SiO; cpemenpokanennoii npu 1100—1200 °C

) MOCTOSIHHON Macchl, CIIABAAIOT B niatuHoBoM THRIe ¢ 0,3 r cvmecn coasl H 6ypul
:1). INaas pacTeopsioT B Bode (CM. X0 aHajH3a) W NEPEBOAST B MEPHYI0 KOJ-
BMecTHMocTeio 500 wmu. [as yiaep:aHus KPeMHEKHOJIOTH B PAacTBOpe caeayer
061101aTL  0COGYI0 OCTOPOMHOCTH MNPH NepPeBe/eHHH PAaCTBOPA KPEMHEKHCIOTH B
MepHyio Koaby u ero pasfapienud. Jlis storo B Mepuyio Koaby npeiasapHTeabHO
nomemaiot 4,5 r eMecH coanl M 6ypul (2: 1), noausaror 13 ma HCI (1:1) # 100 ma
J0/IBI, HEGOJBIMMH MOPUHAMH TPH HENPEPHIBHOM MEpeMElIMBAHHH KPYTOBHIMH JBH-
MEHHAVMH DBOJAAT PACTBOP KPEMHEKHCJOTH, MOJYYeHHBIH npH pacTBOPeHHH NJaBa
Boge. [losupaor 130 ma HCl (1:3) neGoabWIHMH TMOPUHAMH NpPH HepeMelIHBa-
H H BoAOH A0 MeTKH. Pactmop zoaxen GuITh mpospaunwlii. 1 Ma pacTtBopa coiep-
T 1 mr SiOs 5,4 watpua. Pactsop XpaHAT B noJANITHIEHOBOM ILIOTHO 3aKpbl-
TOM cocyie.

Pacreop TiO, Hasecky 0,1 r TiO; npokaaenuoit npu 850—900 °C 1o nocto-
AHHON Macchl, CNAaBIfioT B IJaTHHOBOM THrae ¢ 1,5 r eMecH coanl 0 Oypel (2:1).
Ilaap pacreopsior B Boge (cM. XOA aHaiW3a) M NepeBoiAT B MepHylo KoaGy BMe-
Crumoctbio 100 ma.

~ Pacrsop Al,O;. Hagecky 0,5291 r wmeraannueckoro anioMuHus o6pabaThiBalT
30 ma HCI (1:1) npu narpepaunn. [lpuansaior 90 ma HCI (1:1) u nepesoasr
‘B MepHYI0 K06y BMECTHMOCThIO | Ji, J0JHBafg 10 MeTKH BOOIl.

. Pacreop Fe0;. Hasecky 0,6984 r merasjanueckoro zesaesa OCTOpOXHO odpa-
OBareiBaor 40 ma HCL (1:1) npu narpesanun. IMpwansaior 80 ma HCI (1:1) u
HepeBoAsT B MepHYI0 Koaly BMecTHMocThio | J, A0aHBaf 10 METKH BOJOM.
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Pacteop MgO. Hasecky 1.0 r MgCO;, npokaaennoro npu 900 °C no nocrosiH-
HOW Macchl, CMauHBalOT BOAOH K octopomuo pactsopaior B 0,7M HCIL Iarpesaior
JA0 KHMNEHHH, OXJaMAaioT M MepeBOAAT PacTBOP B MEPHYI K00y BMECTHMOCTBIO
1 &1, noausas o merkun 0,7M HCL

Pacrsop CaO. Hasecky 1,7846 r CaCO,, swicywentoro npi 105 °C a0 no-
CTOSIHHON Macchl, CMauyHBalOT BOJLON, pacTsopaloT ocropoxuo g 0,7M HCI, nepesoust
B MepHYI0 KoaGy BMmecTHMocTbiO 1 4, aoausas ao merku 0,7M HCI.

Pacteop MnO. Hasecky 0,7744 r meraa/H4eckoro 3/eKTPOJIHTHYECKOro Mapra-
ua o6pabartweBaior 30 ma HNO; (1:1) npu narpesanun. ¥Yiaasior HNO, asykpart-
Hoii o6paborkoit HCI (1:1), ynapusas pacrBop aocyxa. OctaTok pacTBOpPSIOT B
20 ma HClI (1:1) B npucyrcTeuH HeckKoAbKHX Kameab HyO0, npuausaior 100 ma
HCl (1:1) u mepesoAsT pacTBOp B MEpHYI KOAGY BMecTHMOCThbio 1 ., AoJAHBas
10 METKH BOJOIl.

6. PaGoune cranaaptuwie pacrpopwl. Illkaay crawaapTHeX pacTBOpPOB TFOTOBAT
Ha HecKOJbKO 3JeMeHTOB Bmecte (komGuuuposanuyw) 0,7M mo HCl u 1 % no aan-
Tany. McxoaHble pacTBOpPH MpeaBapHTENLHO NPOBEPAIT HA YHCTOTY N0 OTHOLIEHHIO
K OCTa/bHbIM 3jeMeHTaM. B cayuae 3arpssHeHHsi pacTBOpa Kakoro-iu6o 3JeMeHTa
PEaKTHB OUHLLAIOT HWJAH /I8 3TOTO 3JeMeHTa TOTOBAT OTAeNbHYIO CepHio pabouHx
pactopoB. [lis NPHIOTOBJAECHHA [E€PBOro pacTBopa IWIKAJel B KOAGYy BMECTHMOCTBIO
1 & nomewaoT HCXOAHBE cTaniapTHbie pactBopel: 200 MJ pacTBOpa KpeMHHEBOI
kucaoTel, 200 mua pactBopa ajmoMuHus, 50 MJa pacrBopa Turana, 50 Ma pactBopa
enesa, 10 ma pactBopa Mapranma, 20 ma pactBopa Kaabuus, 20 Ma pacTsopa
maruus, 250 ma pactsopa ¢oua Ne 1, 100 ma 10 %-uvoro pactBopa saantaHna, 10.H-
BAlOT 10 MeTKH BoAoli H nepemeinsaior. [Moayuennsiit 0,7M no HCI pactsop cozep-
*ut 10 Mr (1 %) nanrama u 2,7 mr Hatpus B 1 Ma.

IMocaeaywomne pacTBOpH WKaJds TOTOBAT B MEPHHX Koa0aX BMECTHMOCTBIO
100 ma pasGassaenwem nepBoro pactsopa B 1,25; 2,5; 5,0; 12,5; 25; 50; 100 u
200 pa3 pactBopom (oHa Ne 2. PactBopnl ¢ pasGapaenuem B 12,5 pas u Goaee ro-
TOBAT B J€Hb HX NPHMEHEHHs, pacTBOpbl ¢ pasbasieHnem B 1,25—H pa3 ycroiuu-
Bhl B TeYeHHe Mecslla, MepBblif pacTBOP WIKAJbl YCTOHYHB B TedeHHe HEeCKOJNLKHX
mecsiues. Hyaeswim pactsopom cayxut pacrsop gona Ne 2.

IMpaBuabHoCTL NPHUrOTOBJCHHA IKAJL CTAHJAAPTHBIX PacTBOPOB KOHTPOJHPY-
eTest AJA KamAoro 3J1eMeHTa no craniaptieiM ofpasuaM cocTaba, GJAH3KHM No co-
CTAaBYy K aHAJH3HPYEMBIM mpoban.

CnekaHue co cmechblo coan u 6ypu. Hasecky 0,1 r,
uaMeabuernyio 1o 0,074 mm u Beicywennyio npu 105—110 °C 1o mo-
CTOSIHHOf Macebl, CIJIABJSIIOT B [JIATHHOBOM THrae ¢ 1,5 r cvecn coasl
i Gypbl (2:1) npu 900 °C B teuenne 10—20 mun. OCTHIBUIHI THTETb
BMECTe C KPBIKOH MepeHOCAT B MOJHITHJIEHOBBI cTakaH BMeCTHMO-
ctbio 250 ma, nobasasior 30 Ma ropsavell BoALI H OCTABJSIOT HAa HOMb.
[locsie mosHoro pacnajeHus njasa NpH NOCTOSHHOM HepeMelliiBaHu
npuausaior 16 ma HCI (1:1)*. Tlpospaunnlit pactBop cpaay nepeso-
AST B MepHyI0 k0a06y Bmectumoctbio 100 ma** noansaioT Bojpoit 10
meTkn u nepemeuinBaior. IToayuennntit pactsop 0,7M no HCI conep-

* Ecau B OCajloK Bbinajaer JAMOKCHJ MapraHua, 106aBjsiOT B pacTBop He-
CKOJIbKO Kamnejb Mepruipons H nepeMeitnsaiot. EcaH 0CaloK MOJHOCTBIO HE PacTBo-
PHACH, COLEPIKHMOE NEPEHOCAT B CTEKJSHHLI CTAKAH M PacTBOPAIOT OCALOK, OCTO-
POXHO Harpepad, HO He LOBOAA /IO KHICHHS.

** UroGul AONOJAHATENLHO He pa3faBisiTb pacTBOp B cjaydae BbICOKHX cojep-
MaHUH onpejenseMbX 3JeMEHTOB, MEPeHocAT B KoJaly BMecTHMocThio 200 ma u ya-
pauBator koauuectso HCl (32 ma). Coiepanne HATPHS B TAKOM PacTBOpe COCTAB-
aser 2,7 mr B 1 ma.
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AT 5,4 mr watpus B 1 ma®. Ilo xoxy anaiusa BeiyT KOHTPOJbHbIHA
OIIBIT.

Pasnoxenne cMecbhbio kucaor. Hasecky 0,1—0,5 r B naa-

. THHOBOH 4alluke pasjaraiT cMecbio Kuciaor: 10—20 ma HF, 1—2 ma
HNO; (1,40) n 10 M HySO4 (1:1). OcraTok aBam bl 06pabarbiBaioT
BOJIOH, YIIAPHBAIOT NMouTH Aocyxa. 3atem npuansaiot 6 ma HCI (1:1)

p 10 Ma BoJALI, HAarpeBaloOT, NEPEHOCHAT COAEP:KHMOE HallKH B CTaKaH
1{ KHMATAT PACTBOP B TeueHHe 2—3 MUH.

Eciiu npoba pasiokuiach NOJHOCTBIO, pobasasior eute 6 ma HCI
(1:1) u nepeBojisiT pacTBOp B MepHYy10 Koady BMecTuMocThi 100 M,
pa3baBasioT 10 MeTKH BOJAOH M nepememnsaiorT. Ecau npoba pasio-
JKHJIACH He MOJHOCTBIO, pPacTBOp OGHALTPYIOT B MEpHYIO Koafy BMe-
craMocTbio 100 M, GHUABTP ¢ HEpaCTBOPHMLIM OCTATKOM 1IPOMBIBAIOT
% pasa BOJLOH, NOMeLIAOT B IJATHHOBLIH THre/b H IOC/AE 030JeHHS
- enaasasiior ¢ 0,5 r cMecn coanl u Gypwel. Cnaas pacrBopsiior B 6 ma

BHCL (1 1) H [PHCOELHHSIOT K OCHOBHOMY pacTBopy. Tureas oGMbiBa-
':‘_ 10T BOJOH, pacTtBop pas0aBJsfloT BOAOH A0 METKH, NepeMeliHBaloT, Io-
- ayuawor pactsop 0,7M no HCI. To xoay ananansa BeayT KOHTPOJIbHBL

OIBIT.

& IloarotoBka ananu3upyeMbIXx PacTBOPOB K HaMepeHuio **. B mep-
~ HYI0 K0a0y BMeCTHMOCTbIO 25 mMa ordupawt 2—5 uau 10 ma *** pac-
 TBOpa, NOJYUYEHHOrO OAHHM M3 yKasaHHBIX cliocoGoB. K pactsopy, no-
é JYYEHHOMY Ilociie clieKaHns, Aobasisior pactBop Gona Ne 1 1o odbema
12,5 ma. K pacTBopy, nodyueHHOMY NIPH KHCJOTHOM PasfoeHuH, 10-
 Gapasior 12,5 ma pactBopa (ona Ne 1 nezaBucumo oT obbema ajH:
KBOTHOH uyacTu. 3ateMm npuausaior 2,5 ma 10 %-noro pacrBopa JaHTa-
Ha, no merku poausaior 0,7M HCl u nepemewnsaior. [logayueHHblii
- pactsop 0,7M HCI | Oh-HBIi Mo JadTaHy H cogepxut B 1 ma 2,7 mr
- Hatpus. Ecan Bo3HUKaeT HeoOXOAHMOCTL B paase,n.elmu pacrBopa, TO
- aas pasbaBJeHHs HCNOJb3YIOT pacTBop (ona Ne 2

B pacrtBope, noayuenHoM IpPH Pas/oiKeHHH npm’)bl ClIeKaHHEM CO
eMecblo coianl M Gypsl, onpeneasior Si, Ti, Al, Fe, Ca, Mg u Mn, B
" pacTBOpe, MOJMYUEHHOM NPH KHCJAOTHOM PasJoiKeHiH, — Bee VKa3aHHbIe
3JleMeHTLI, KpoMe Si.

Beaununny atromuoii abcopbunn pesonancHoro nzayuenns Si, Ti, Al
Fe, Ca, Mg u Mn H3MepsIOT HENOCPEJACTBEHHO B INOATOTORJIEHHOM
pacTBOpe, ecaH HX COAepHaHHf COOTBETCTBYIOT JHHEHHOH obaacTu
rpaayuposoutoro rpaduka. Ilpu conepxkanusx GoJblINX, YeM VKa3aH-
lble B Taba. 2, pactBop pasbasasior pactBopoM (ona Ne ], mosopa-
UHBAIOT TOpesky uau juddepennnanpHo GoTOMETPHPYIOT, NPHHAMAN
3a HYJb OTCUET OJHOTO H3 CTaH/1apPTHBIX PAacTBOPOB.
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* B ofpasuax ¢ OOABWIHM COJAEPKAHHEM KPEMHEKHCIOTH MOKET NPOH30fiTH
YacTHYHAA MOJHMEPH3alHsl KPEMHEKHCJIOTH [0 P-popmei (pactsop . npoapaunmii),
YTO NpPAKTHYECKH HE CKasbiBaeTcss Ha pe3yabTaTax aToMHO-aGcopOLHOHHOrO Ofpe-
AeJIeHHs.

#* B pacTBope, KpoMme Nopoaoo0pasylollnx, MOMKHO ONpelelATh LBEeTHhle Me-
raaasl Co, Ni, Mo, Sn, Cr u apyrde s/eMeHThl.

*5% AJIMKBOTHAA YacTh MoxKer OHITh ypenandena 1o 20 mJ, B 3TOM caydae co-
OTBETCTHEHHO YDABHHBAIOT COIAEpIKaHHe coJefl B aHAJN3UPYEMBIX W CTaHAapTHHIX
pacrBopax.
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CKopocTb pacnblieHHs pacTBopa J0JKHa cocTaBasth 4,5—5 Ma B
MHHYTY.

Beauuuny atomuoii abGcopOuun ompeieasior MeTOAOM rpajiyHpo-
BOUHOro rpaduka WiH MeTOoA0M OrpaHHYHBalOLINX pacTBopoB. [lepBbiil
MeTO[ HCHOJIB3YIOT NPH onpeje/eHnl colepxkanis saeMenta He GoJee
g,O 3/0, BTOPOii — Mpu  onpejeseHHy coaep:anus 3sjementa Godee
0%.

2.3. OnpeneneHre KOMNOHEHTOB XKeJe3HbIX Py
PEHTreHOpaJAMOMEeTPHYECKMM METO00M

MeTtoauKa MOMeT paccMaTpHBATHCH KaK YacTHBI cayuail MeTOAHKH
KOMIIJIEKCHOTO HCCAe/lOBAHHS Py H TOPHBIX MOPOJ HA cCojlepraHue
psila 3/]eMEHTOB, OMpelesieMblX OJHOBPEMEHHO N3 OJAHON HABECKH.
Ona paspaborana C. M. Ilpxusarosckum, I'. H. Llamepsinowm, B. E. Ko-
BaHuessim (BUMC).

Anaqusupyemble 3JEMEHTBl ONpPeAensioT (JIyOpPecUeHTHLIM peHTre-
HOpaAHOMETPHUECKHM MeTOJ0M [0 HHTEHCHBHOCTH HX XapaKTepHCTH-
yecKoro HaayueHns (K., -1HHUK), BO30YKAAEMOTO € TIOMOIIbLIO pajHo-
u3zorontoro uerouunka '“Cd axkrusHocrsio 80—300 Mbk.

Peructpaunio XxapakTepHCTHYECKOIO H3JYUEHHS 3J€MEHTOB OCY-
LIecTBJSIOT MHOrOKaHaJbHBIM crnektpomerpoMm ¢ Si(Li)-aerekTopom.
Hamepenns 11pob npoBOAAT B HACHILIEHHOM CJIOE.

Baunsinue matpuunbix 3pQekToB uccaeayeMblx Npod yUuTHIBAIOT IO
HHTEHCHBHOCTH HEKOrepeHTHO PacCesHHOro NepPBHYHOrO H3JAVYeHHH I
KOHUEHTPAUHAM 3JeMeHTOB, Kpas IOIVIOIeHH KOTOPLIX Jexar B HH-
TepBaJie 3HEPrHil Mem1y aHaJHTHUECKOH JlHHell onpeneasieMoro Jje-
MeHTa M NepBHYHBLIM H3JyueHHeM. MHTEHCHBHOCTb aHANHTHUCCKOMN M-
Hun i-ro sgementa ([;) waxoaar no kosdpduumenram BkJIAaa0B (a; u
b;) HekorepeutHo (/%) u KorepeHTHO (/*) paccessHHOro M3Jy4eHUs N
Kospduumentam HajoKeHus (R;;) XapakTepHCTHYECKOrO  H3JyYeHHa

j-X 3JeMEHTOB B YUYacTOK CIeKTpa aHaJHTHYECKOH JHHHH (-10 3Je-
MeHTa:
Iy = ly —a™ — byl* — 3 Ryl (3)
it

rae Iy —cymMmapHasi HHTEHCHBHOCTb H3J/yYeHHsl, PETHCTPHPYEMOro B
YyYacTKe CHEeKTpa aHaJHTHYeCKOH JHHHM {-ro sJeMeHTa; [; — HHTEHCHB-
HOCTH aHAMHTHYECKHX JHHHI 3JeMeHTOB | (j=i) ¢ Kpasmu norjolle-
HHS, PacHoJOKeHHBIMH Mex/y aHaJuTHYeCcKOH JHHHeH sjaeMeHTa [ H
NepBHYHBIM H3JyYeHHeM HCTOUHHKA.

KoHuentpauuio i-ro sjementa (C;) HaxXoAAT M3 BbIpazKeHius

Mp — f’""jgt_Mqu

i
Ci= o F T A E S AT ()
=0

rae M, — BejuuynHa, NPONOPUHOHAJIBHAS MAcCOBOMY Ko3dhdUUHEHTY
HEKOT€PEHTHOTO paccesiHusi H3JY4eHHs HCTOUHHKA MaTepHa/aoM lccde-
ayemoil npo6ul; C;— KOHUeHTpauuu sJjeMeHToB | (j<Ti) ¢ Kpaamu
NOrJIONULEHHS, PACIOJOKEHHLIMH MeKAy aHnaJHTHYecKOH JuHHelt 3Jje-
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axolsiT Tepej PacueToM KOHUeHTpauuu i-ro saementa; M
03¢ puLHeHTH], XapakTepHu3aylolliHe abcopOiHOHHBIE CBOHCTBA

JseMblil| 0 pe3yJbTaTaM aHagau3a o6Gpasia cpaBHEeHHS ¢ H3BECTHOMH
KOHUEHTpalliei (-ro 3/JeMeHTa.
~ Ilpn Hcnoab30oBaHHH METOAHKH VISl aHAJH3A KeJe3HBIX Py H Mmpo-

HeHTa /10 JecAThIX A0JeH HJIH HEeCKOJbKHX NpoieHToB. Bepxuuil mpe-
feJ 00HapyKeHHs 3JeMeHTOB B JaHHOM cJydyae He HMeeT OrpaHHuYeHHs
Ji onpejelsiercss KOHILeHTpauHel saeMeHToB. Bepxuuii npeaen odHapy-
skeHns aast okenesa 60—70 %. Huxuunit npemen oGHapymeHnus 3Jje-
eHTOB YBeJHYHBAETCH, ec/lM B Npobe MPHCYTCTBYIOT JAPYrHe 3JeMeHTh,
Opble /1alI0T 3aMeTHLIN BKJaJ, B CyMMapHYIO HHT@HCHBHOCTh H3Jiyye-
JiHsl, PETHCTPHPYEMYIO B Y4acTKe CHeKTPa aHaJHTHYECKOH JHHHH 3Je-
tenra (ta6.a. 3).
. AHa/IH3HPYIOILYIO annapaTtypy HacTpauBaloT B COOTBETCTBHH ¢ TPH-
araeMoil K Hefi HHCTPYKHHell TakuM o0pasoM, 4TOOB MOJHbLIH aMILIH-
YAHBIA /HaNa3oH HMMYJbCOB Ha BX0Je MHOrOKaHAaJbHOTO aHaJH3aTo-
| COOTBETCTBOBAJI 3HEPTeTHUECKOMY HHTEPBAJy PEerHCTPHPYEMOro H3-
enna ot 2 po 25 k3B. [lng Kaxa0ro aHaJIu3HPYEMOro 3JeMeHTa OIl-
DeeJISIOT Y4aCTOK CHEeKTPd, COOTBETCTBYIOIHE (OTONHKY aHa/JHTHYe-
KOi quunu. ITosokenne MakcHMyMoB (OTONHKOB HAXOAAT MyTeM pe-
[CTPallHi CNEKTPOB H3Jy4YeHHs OT 00pa3loB cpaBHeHus Npo0, coaep-
LIHX onpeae/isieMble 37eMeHTb. [lJsi KOrepeHTHO H HEKOI'epeHTHO
CCeAHHOTO H3JydYeHHs! TPOTAKEHHOCTb YYacTKOB CleKTpa BHIGHpaT
' 2,5—3 pa3sa GoJblile BeJIHYHHLI HEPreTHYECKOTO pa3pellenns CIeK-
[pomeTpa.

[CBINAIOT B MJIEKCHIVIACOBYIO Tapeoyky ¢ JOHbIIIKOM H3 TOHKOH KOH-
IeHCAaTOpPHOH OymMarn WM JaBCaHOBOH IJIEHKH, YNJIOTHSIIOT HAChIMaH-
BIff MaTepHaJ MeTaJJIHYeCKMM UMJIHHAPHYECKHM BKJaJBIIIEM H ycTa-
BJIHBAIOT Tapesouky ¢ mpoGoii B GJ0oK Bo3OyxaeHus. Pernctpupyior
nexTp uaayueHus c¢ skcnosuuunei 400 ¢, B zarucumoctn or anmapa-
IYpbI MOJYUEHHYI0 HH(GOPMaUHIO BHIBOJAAT B BHAE MNOJHOr0 CHEKTpa
1JIH 10 BLIOpPAHHBIM y4acTKaM CHEeKTpPa, COOTBETCTBYIOLHM aHaJHTHYe-
M JIHHHSIM 3J€MEHTOB H JHHHAM pPacCesHHOTO H3JVUeHHS.
HHTeHcHBHOCTH aHaJHTHYECKHX JHHHIT 3J€MEHTOB ONpeNensioT B
- CoOTBeTCTBHH ¢ Bhipaxenuem (3). Beawunnw [;, /"%, [* waxonar my-
TeM CYMMHPOBaHHSA YlcJda HMIYJIbCOB, 3apPerHCTPHPOBAHHLIX B yuacT-
'Kax crmekTpa, COOTBETCTBYIOLIHX aHAJHTHUECKOH JIHHHH i-rO 3JeMeHTa,
- HEKOTepeHTHO H KOrepeHTHO paccesHHoro wuaaydenus. Ilpn naBecTHBIX
3Hauvenusx xkoshduuneHToB a;, b; n k;j HHTECHCHBHOCTH aHAJHTHYECKHX
Januin Ti, V, Cr, Mn, Fe, Cu, Zn, As, a takxe Ca HaxoasiT nyrem
Pelienns cucTembl M3 AeBsiTH ypaBHeHHH Buna (3). Pewenne Ttaxoit
CHCTEMBI MOKHO OCYILIECTBHTL METOJOM HTepalmii.



Konuentpauun s/ieMeHToB No HalJeHHbIM HHTEHCHBHOCTAM HX aua-
JHTHYECKHX JIHHHA paccyYMTHIBAIOT N0 Gopmyie (4), npeasaparenbHo
onpeneaus Beauunubl Mp, ki, My u M’;;. Onpeneasiior nocrofiHHbie Be-
JIMYHHBI, BXOAAINE B Buipaxenus (3) u (4): ,

Ta6auua 3

Huxuue npenenbl oGHapyXKeHHA 3JeMEHTOB

Huaxundh e "

Onpeneasemulit ngenleljt Mewaomue g},ﬁ‘,‘}’ﬂ‘ff[{,‘;‘"“,‘;

3a€MenT obrapykenns, AeMeHTH Cj"ci
%

Ca 0,2 K 10
Ti 0,07 Ca 40
Vv 0,05 Ti 10
Cr 0,03 Vv 10
Mn 40
Mn 0,5—2 Cr 10
Fe 40
Fe 0,1 Mn 10
Cu 0,01 Zn 60
Zn 0,01 Cu 20
As 0,002 Pb 0,1

a) Kos3(Q¢uuueHTH BKJAAOB @; M b; HEKOrepeHTHO H KOIePeHTHO
paccesTHHOTO M3Jy4YeHHSI B YYaCTKH CIeKTpa AaHaJHTHUYECKHX JHHHH
5J1eMeHTOB [ HaXOJASAT IKCIepHMEeHTa/bHbIM MyTeM, PeTHCTPHPYSA CHEKT-
pHl ABYX Npo0, He cojepiKalliX ompeje/seMOro H MellaloHX SJeMeH-
TOB H XapaKTepH3YIOUIHXCSA PpAa3JHYHBIMH COOTHOLIEHHAMH MeXIY
HHTEHCHBHOCTAIMH HEKOTEPEHTHO M KOTePEHTHO paccesiHHOTO —HaJy-
YeHHS,

6) Ko3hdHIHEeHTH HaJdOXKeHHS XapaKTePHCTHYECKOro H3JVueHHS
9JIEMEHTOB | B YYaCTKH CIHEKTPa aHAaJHTHYECKHX JHHHI 3JeMeHTOB i
(kij) HaxoaAT MO pe3yJbTaTaM H3MepeHHii CMEeKTPOB HCKYCCTBEHHBIX
npo6, NPHTOTOBJEHHHIX B BHJAe CMECH 3JeMeHTOB | ¢ pa3daBuTeleM
Si0; nau AlO;. 3navenns kospduunentos k; Haxoast no gopmyde

Iy — " — byIx
ky= T o E—p % ()

rae {jy — cymMMapHasi HHTEHCHBHOCTh, 3aPerncTPHPOBaHHAS B yyacTKax
CIEKTpa 3JeMeHTOB J; aj; bj — KoaddHUHeHTH BKJIaJ0B HEKOrepeHTHO
H KOTepPeHTHO PACCesTHHOTO H3JVUEHHSI B YYACTKH CHEKTPa aHajJuTHYe-
CKOH JIMHHH 3JIEMEeHTa J;

B) BeanuuHy M;,, NponopuHoHaJbHYI0 MaccOBOMY KO3 dHIHeHTy
HEKOTePeHTHO paccesilHOro H3JyueHHs HCTOYHHKA MaTepHanoM mpobsl,
onpeensor no 3asucuMoctn Mp=[(["*). Tlpu anaause ropubix Mo-
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\
PO N ﬁyn 3Ta 3aBHCHMOCTH JOCTATOYHO TOYHO ONHCHIBAeTcs Bblpa-
eunem:‘-l

\ IIIK
\ 6,95 (,u_x' To,x-z)

510,
' My =202 "5, [1—e (6)

L {
rae /g5 —— HEKOrepeHTHO PacCesHHOe H3JyueHHe HCTOUHHKA /AHOKCH-

JIOM KPeMHHH;
r) Koa(duuHeHTH k; HAXOAAT NO pe3yabTaTaM aHajnsa OJHOTO
uau Oojee 00paslOB CPaBHEHHS € H3BECTHBHIMH COJAEPKAHUAMH [-TO
sjeMeHTa (HanpuMep, cTaHZapTHHIX 00pasuoB coctaBa). PaccuursiBa-
10T k; B COOTBeTCTBUH ¢ Bhipazkenuem (4). Ecin uaMepsiior HECKoJIbKO
- 00pasloB cpaBHeHHS, TO /S [OCHAEAVIOUHX PacyeToB HCNOJb3YIOT
cpeinee zHauenne. Onpenenenne R; /s pasjHYHbIX 3JE€MEHTOB NMPOBO-
JIAT B NOC/AEeJ0BATEJIbHOCTH YMEHbLIeHHs SHepruil aHaJIHTHYeCKHX JH-
quit (cHauana ana As, satem Zn u T. 1.);
1) xosbduunentsr Mi;, M’;; HaxoAAT No pe3yabTaTaM H3MepeHH:
Npob ¢ M3BECTHBIMH COAEPKAHUAMH i-ro 3JeMeHTa, He Co/epKallux
MeLIalOLINX 3/eMEeHTOB H CoJAeprKalliiX Mellalllne 3JeMeHTHl B pas-
HBIX COOTHOIIEHHAX C aHAAH3HPYyeMbIM 3jeMenToMm. PaccuntuiBalor M;;,
M’;; B cooTBeTcTBHH ¢ BbipaxKeHueMm (4).
IToBTopHble onpenedeHuss NOCTOAHHBLIX BEJHYHH NPAKTHYECKH OCY-
IIECTBJISIIOTCSl TOJNLKO NPH H3MEHEHHH NMapaMerpoB CHeKTpoMerpa HJIH
YCJAOBHH H3MepeHHus.
~ JlaHHYI0 MeTOAHKY MOXKHO HCMOJb30BaTh JJs onpeiesenns Gojee
KOro Kpyra 3J]eMeHTOB HJH OTAe]bHHIX 3JeMeHToB. Hanpumep, ecan
B JKeJe3HHIX pylax CojepKaHHe 3JeMeHTOB ¢ aTOMHBIMH HOMepaMH
‘MeHblle 22 u Goablie 30 He3HAUHTEJNbHO, MOMKHO ONpPEIE/IATh KeJae3o,
3 JKeJ1e30MapratileBblX pyaax MOMKHO ONpeAe]siTh MapraHell H ¥KeJae30.
Hamepenusi 1 o6paboTKa pe3ybTaToB 3HAUHTENbHO yHpoulaiores. Tak,
Aas cayuas kenaesomapranuesbix pya (Cr uwe Goaee 0, n %) nuTeH-
CHBHOCTH aHAJHTHUECKHX JHHHI (/;) NpHHHMAIOT BH:

N = Iy — B PR
Mn Mnz Mn Mn Fe'Fe } )

Ipg = Ipey — ap /™ — bp ¥ — anfM“

i s pacueta KoHuenTpaunit mapranua (Cun, %) 1 xeaesa (Cre, %)
NOJAb3YIOT BHIPAKEHHS
IMu MP
i kMu T MFE'IMI!
IFL‘ MP—!"KMMuCMn
Fi kFe #+ MManc

CMn =
(8)

CFE =

Henoab3oBatne 1oJynpoBOAHHKOBBIX CIMEKTPOMETPOB [JIsl PeHTre-
HOpa/HOMETPHYECKOro aHaJH3a MO3BOJAET [PH HAJHYHH HCTOYHHKOB
BO30YKIEHHS DA3HBIX 3HePrHil BHIGHPAThb ONTHMAJbHBIE YCJAOBHA H3-
- Mepenus, oGecrnevynBalollie BBICOKYI YYBCTBHTEJNLHOCTh, TOYHOCTh H
H36HpaTe/bHOCTh METO/A.
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2.4. ®a3oBbiit aHANK3 KeJe3HbIX PYA

Cyuectsyioune meroibt (asoBoro anaian3a, NpUMeHsEMBIE MPH
H3y4eHHH BEILEeCTBEHHOTO COCTABA KeJE3HBIX PYA, TMpeacTapidior co-
00il COBOKYMHOCTb XHMHYECKHX, (H3HKO-XHMHUECKHX H QH3HuYecKnx
METOJI0B HccJefoBannsi. Tak, MarHuTHas cenapauus coueTaercs ¢ XH-
Muyeckoil 06paboTkoii, u3bupareqbHOE BOCCTAHOBJACHHE PYVIHBIX MH-
HepaJIoB JKejlesa — ¢ MOC/eAYIOUIHM CeJeKTHBHBIM pacTBopennem [42].

XHMHUECKHe MeTO/bl OCHOBAHBI Ha H3GHpPaTeJbHOM pacTBOPeHHH
MHHepa/loB. YuHThiBasg, UTO Bce MHHEpaJabl B GoJblieil WIH MeHbIleil
CTEleHH PacTBOPHMbI, B KaxK/JOM KOHKPETHOM cJyyae HX pacTBOPH-
MOCTh Omnpejefsercs B 3aBHCHMOCTH OT YCJOBHIl onbiTa, T. €. OT KOH-
LeHTPAIHU PACTBOPHTENS, €ro TeMnepaTyphl, NPOAOJAKATENLHOCTH 006-
padoTKH, OTHOUIEHHS Macchl TBEPJOro BelleCTBA K Macce MKHIKOro
(T:JK), B 3aBHCHMOCTH OT KPYNHOCTH MaTepHaja W JAPYTHX YCJOBHII.

®a30Bblil ananu3 KelesHbIX PyA 0ObLIYHO YCJIOMKHAETCH Pa3aHYHOI
XHMHYECKOH aKTHBHOCTBIO COMYTCTBYIOULHX CHJMKATHBIX ¥KeJe3ocosep-
HKamux MHHepasos. BesencrBre 3Toro noabop celeKTHBHBIX PacTBOPH-
Tedeil npu (aszoBoM aHajgu3e — cJ0XKHAA 3ajavya, H METOAHKH, PeKo-
MEH/IOBAHHbIE aBTOPAMH /5 PasqHUYHBIX JKEJe30pPYAHBIX MHHEpaJoB,
4ACTO AAIOT HETOUHLIE Pe3YJILbTATH H SBISIOTCS cleuH(HIeCKIMH JHIIB
JUIs MHHEPAJoB OTAe/NbHBIX THIIOB Y.

B ¢aszosom anaiuze KejesHblX PyA Hapsiay ¢ merolamMu H30H-
paTeJbHOro pPacTBOPEHHst NMPUMEHSIOTCA MeTO/bl, OCHOBAHHbIE Ha pas-
JHIHH (DH3NKO-XHMHYECKHX N (PH3HUeCKHX cBOicTB MHHepaJoB. K ¢u-
3HKO-XHMHYECKHM MeTo/laM OTHOCHTCH TepMHUYecKHI anajJni3 H MeToJ
n3bupareapbHoro BoccraHossaeHus [15], k duaMvuecKnM — MarHUTHLL,
rPaBHTALHOHHBIA H peHTreHorpadHuecKHi.

MarunTHblii MeTOA OCHOBAH Ha Pas3/JHuYMH MArHHTHOA BOCTPHHMYH-
BOCTH MHHepaJaoB (pasjieieHHe B c¢J1aboM MHJAH CilJIbHOM MarHHTHOM
moJe), rpaBHTAUHOHNLIT — HA PasMHMYHH HX VAeJbHHIX BecoB (pasie-
JIeHHe B TSXKEJBIX KHAKOCTAX). MaruutHelM MeTOA0OM ONpeaeqsiior
cojeprKaHie MarHeTHTa B JKeJe3HOH pyle.

Pentrenorpaduueckuii mMeron obecneunBaeT NpoOBeleHHEe Kak Ka-
yecTBeHHOro (azoBoro aHaJju3a Npobwl, T. €. AHATHOCTHKY BCeX MHUle-
panoB npodbl, cojep:KaHHe KOTOPLIX HAXOAHTCA B Ipejpesax YyBCTBH-
TeJbHOCTH MeToJla, TaKk H KoJindecTBeHHoro (pa3oBoro aHajau3a, No3Bo-
JAI0LLero onpeienuTh cojepKaHue BceX a3, BHIBIEHHHIX NPH Kaue-
cTBeHHOM (ha30BOM aHaJlnze.

@$a30BEI aHaMN3 A0BOJBHO IMHPOKO NPHMEHSIOT NMPH H3VUEHHH Be-
IeCTBEHHOr0 cocTaBa :Kelde3HblX pyA. Oanako paspaGoTKa yHHBep-
CaJbHBIX METOIHK, MPHTOAHBIX AJs Pa3JHYHBIX THIOB PYyI, NpeACTaB-
JsieT GoJblINe TPYAHOCTH, KOTOPLIE YaCTO BO3HHKAIOT BCJAEICTBHE pas-
JHYHOr0 MHHEpaJ/JbHOTO COCTaBa Py

Ony6GankoBannbie padotel no ()a3oBOMY aHAJNH3Y IKeJde3HLIX Py
NOCBALLEHB MET0AaM ONpejieseHHs PYAHOrO M CHJAMKATHOrO KeJje3a,
METOJaM olpejelieHns CHAepPHTa, MarHeTHTa, FHAPOKCHAOB KeJ/e3a,
MeTaJJInYeckoro esjesa, cyab(@HIOB iKede3a B pylax H NPOAYKTax
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1l — yCTaHOBJIEHHE XapaKTepa pacrnpejle/eHus Keae3a Mer-
y PYAHBIMH H HePYIHbIMH MuHepadamu. Paspabortkoit merona onpe-
eHHSl PYJAHOrO KeJe3a B PasjH4YHBIX THHAX JKeJAe3HbIX PV MHOTO
3aHHMAJHCh COTPYAHHKH HHCTHTyTa <«Ypaiamexano6p». Tak, B
31 r. 0. B. Kanmenko u M. H. ®exoposa [15] paspaboraan meroj
ipenenenns pyasoro xenesa. [loaanee M. H. ®enoposa n T. M. Ko-
0yCOBa YCOBEpIIEHCTBOBAJH METOJ ONpeaeseHHsl PYAHOro Kejesa
PYAax c BBICOKHM cojep:KaHueM cyb(uanofi cepel, MapraHua, Kap-
DHATOB KaJbllHsl H MarHHus, a TakKXKe B pyJlax, colepiKaUluX Jerko-
BOCCTAHOBMMBIE CHJHKATHBIE MHHEpaJbl THNA JentoxJaoputos [42]

2.4.1. OnpeneneHHe pyAHOro XeJje3a

- Metoa ocHOBAaH Ha BOCCTAHOBJEHHWH JKeJe3a PYAHBIX MHHEPaJoB B
aTMocthepe Bogopoaa npu temnepatype 600 °C B teuenne 1--4 u. Ilpn
CCTAHOBJICHHH BCE€ OKCHJABI H THAPOKCH/IbLI XeJe3a, a TaKKe CHAePHT
JIHOCTbIO BOCCTAHABJHBAIOTCA 10 MeTaJJIHUYeCKOTro zKelje3d, KOTopoe
BJIEKAIOT PACTBOPOM CEPHOKHCJIOH Mejn.

B pyaax, coiepxammux cyabbuasl Keaeza Gosee 2 9%, a Takxe
YHTeJbHLIE KOJHYECTBA JErKOBOCCTAHOBHMEIX CHJHKATHBIX MIHHE-
OB (THNA JIENTOXJOPHTOB), Pe3yJbTATHl ONpejeseHHs PYAHOrO Ke-
a NoJyYaloTcs 3aBhilleHHBIMH. B mepBom cayuae 3a cuer Toro, 4To
DAY € NPOLECcOM BOCCTAHOBJEHHS MHHEDAJOB iKeJjle3a NMpoTekalor
OYHBIE peakUHH MeXKAY OKCHIAMH H cyJabduaaMH KeJjesa, BO BTO-
POM — 32 CUeT BOCCTAHOBJIEHHS JIENTOXJOPHTOB.

- B pyaax ¢ BblcokHM cojepikaHueM KapOOHATOB KaJbUHd H Mar-
Hf, OKCHIOB Ka/JblHg H MarHus, a Takie C BBICOKHM cojiepiKaHuem
CIIHX OKCHIOB MapraHua pe3yJbTaThl ONMpee]eHHs PYAHOT0 Xele3a
JIy4aloTCs 3aHHIKeHHBIMH, B HpHCYTCTBHH cOelHHEHHH KaJblLuf M
laruusi nosbiaercsi pH pactBopa cepnokucaoii Mean, npHMeHseMoit
17151 pacTtBopeHus MeTaJJIHYECKOro KeJje3a B BOCCTaHOBJIEHHOM npo-
VKTe, 3a cueT 00pasoBaHus cynb(paTos KaJAbLus H Maruus # OCHOBHOI
0JIH MeJdl, KOoTopble, 06BOJNIAKNBAS YaCTHLBI MeTANJIHYCCKOro xKeJesa,
aMeIAI0T npornece ero pactoperns. Kpome toro, ¢ noeuimennem pH
ACTBOPA YMEHBIIAETCA OKHCJAHTENbHO-BOCCTAHOBHTE/BHBI IOTEHIHA
cHcrempl Fedt/Fe?t, B ¢Bsi3u ¢ ueM NOBblILIAETCH CHOCOOHOCTL K OKHCJE-
1o xesesa (II) B keneso (III). B npucyTeTBHH BBICHINX  OKCHAOB
Mapratiia NpPOHCXOAHT OKHCJEHHEe MeTaJJHYecKOro xeJesa.

B ueasix ycrpaneHnmsi BJHSIHHSI BBICOKHX COJep:KaHHH cyJ/b(hH10B
- JKejesa, KapOoHaTOB KaJbllHsl H MAarHHs, BBICIIHX OKCHIOB Maprauia,
@ TakKe JerkoBOCCTAHOBHMBIX CHJAHKATOB TNe€pel BOCCTAHOBJEHHEM
~ IPOBOASTCH ONMOJHHTEAbHBle 06pabOTKH PAacTBOPHTENSIMH, KOTOPHIE
~ CHOCOGCTBYIOT TOJYUeHHIO GoJiee HaAeKHBIX Pe3yJbTaToB ONpeieaeHns
Pyanoro KeJesa.
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2.4.1.1. OnpeneneHue pyaHOro Keneia B PyAax MPOCTOro cocrasa

Hagecky pyas nwaum mpoaykra obGorauenus 0,1—0,5 r, uamenbuen-
nyo no 0,074—0,053 mm, nomeuaor B ¢papdopoBoil J010UKe B peak-
LHOHHYI0 TPyOKYy, BCTABJEHHYI0 B TPyOUaTyIO Ileub C 3J1eKTPHUYECKHM
narpesoM (puc. 2). Temneparypa B TpyOKe H3MepsieTcsi TepMONapoii.
B kauectBe BOCCTAHOBHTE/sl NMPHMEHSIOT BOJOPOJ, MOJdydYaeMbiil [1eii-
creuem HCI (2:1) Ha Merananueckuil rpaHyupoBaHHBIH IHHK B all-
napare Kunnma. Bozopoa ouumiamoT oT NOCTOPOHHHX rasoB M BJATH,

12 V7

J

Pue. 2. Cxema yCTAHOBKH IS BOCCTAHOBJEHHS PYIbI:
1 — tpyGKa; 2 — dapdopoas nopouka; J— Tepmonapa; 4 — annapat Kunna; 5—8 — CKASHKH
TulleHKo ¢ pPACTHOPOM CePHOKHCJON MeAH (5); UETOYMHBIM PacTBOPOM nuporaaona (6), cep-
HOit KucaoTw (1,84) (7, 8); 9-— menHble ceTyaTbie NPEFOXPaHHTEIH

IPONYCKast ero uepes MOcae0BaTeNbHO YCTAHOBIEHHEIE CKIASHKH C I10-
raorurensmy. ITepeylo ckasuky Tumenko samoausior 10 %-npim pac-
TBOPOM CEPHOKHCJIOH MeIH /s TOTJIOUIeHHs] CepoOBOLOpPOAA U NAPOB
COJISIHOH KHCJIOTBI, BTOPYIO — LIEJIOUHBLIM PACTBOPOM  nuporannosa *
AJs1 TIOTJIOUIEHHSl KHMCJOPOJAa M YIJEKHCJOro rasa, TPeTblo — KOHIeH-
TPHPOBAHHON cepHO KHCJAOTOH /s npocyuiku rasza. s mpenorspa-
LleHHs] BO3MOMKHOCTH B3PHIBA B HECKOJBKHX MeCTax B COeAHHHTENbHbIE
pe3HHOBBIe TPYOKH BKJAAABIBAIOT MeJHVIO ceTKy. BHauale BoxopoaoMm
BBITECHSAIOT H3 PEAKLUHOHHOH TPYOKH BO3IYX, a4 3aTeM BKJIOUAIOT 3JEKT-
PHYECKYIO Tleub H Mo gocTHxKeHHH Temmnepatyphl 600 °C naBecky Bbi-
JlepKHBAIOT B Neyld B Tedenne 1—4 u B Toke BoAopona **. 3arem neub
BHIKJIIOYAIOT, BbIJIBHIAIOT TPYOKY H OXJak1aloT A0 KOMHaTHOM TeMmIe-
patypel B atMocdepe BOJOPOJA.

B ycmoBHSIX BOCCTAHOBJEHHS PYAHBIX MHHEPaJoB JKesle3a BOCCTA-
HapauBaercsd 2—5 Y KesezocoaeprKAUIHX CHIAHKATHBIX MHHEDAaJOB.

CozxepiKaHne MeTaJJHIECKOTO JKeJe3a B BOCCTAHOBJIEHHOM NPOIYK-
Te ONpeLensioT cjAeAyIoUHM 06pa3oM: HaBECKY IMOoc/e MOJHOro 0XJax-
JleHHs] BBICHIIAIOT B CYXYIO KOHHYECKYI0 KOJ0Y BMecTHMOCTBbIO 150—
250 ma, npuausator 15 ma 15 %-voro pacrsopa CuSO,-5H,0, ecan
Ha CTeHKax JOJ0YKH OCTAa/JiCh YACTHYKH HABECKH, TO HX CMEIBAlOT
3THM pacTBOPOM, 3aTeM TNPHAHBAIT 4D MJ CBeXKENPOKHNAYEHHOH M
OXJaXKJAeHHON AHCTHIJIHPOBAHHON BOABI, HAKPHIBAIOT KOJOY BOPOHKOMH

* 13 r. nuporaanona pactBOpsioT B 25 Ma ropsueil Bojb H TOTYAC TIPHIAHBAIOT
sapanee NPUrOTOBJEHHBIT pactsop wmenoun, cogepxamuii 34 r KOH uan NaOH s
75 MJ BOZBL

** Bpems BoCCTaHOBJEHHS Lds Py TOTO WJIH HHOTO MECTOPONKIEGHHA YCTAHAB-
JHBAIOT HA MOHOMHHEpPAJIbHLIX (hpaKILHAX.
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 oTPe3aHHBIM KOHUOM H c1abo KHnaTaT B Teuenne 20 mun. Topsuuii
acTBOp OLICTPO (PHABTPYIOT (MO BAKYYMOM) B KOJOY BMECTHMOCThIO
MJ, B KOTOpYIO IpeaBapuTesbHo HaauBaior 15 ma HeSO4 (1:1).
a6y 4—5 pa3 oOMBIBAIOT CBEKeNPOKHNAYEHHOH H OXJaXIeHHO 1H-
JHPOBAHHOH BOAOH H NpoMBIBaOT ¢GuabTp. PuaAbTpaT NOBOAAT
o6bema 300—350 ma, npubaBasior 2—3 ma HsPO4 u turpyior 0,1
0,05 u. pactBopom KyCryO; B mpucyTcrBuH HHAMKATOpa Audenn-
HocybonaTta Gapusi HanH HaTpus. BBHIY BO3MOMKHOTO OKHCIEHHS
esa (II) Bce anaauTHYecKHe oliepallHH CJEAVET MPOBOAHTL OUEHbL
CTPO. -

Tlpu ananuse NMPOAYKTOB, cojepraiinx menee 1 % pyauoro xeJe-
HaBecKy yBeJHUYHBAIOT A0 | r. st pacTBOpeHHs BOCCTAHOBAEHHOIO
e3a BMecto 15 ma CuSO,; Gepyr 5—6 mMa u THTpOBaHHe Kede-
(II) npoBoxaT Gosee pasbasieHHbiM pacTBopom KoCriOj;.

2.4.1.2. Onpenenenne PyIHOTO XKeje3a B pyaax,
copepKalux cyabduasl Menesa

MeToanKka ocHOBaHa Ha PAacTBOPEHHH B BOAHOM pacTBope Opoma B
[PHCYTCTBHH YETLIPEXXJOPHCTOrO YIJIEPOAA H NOCAeYIOUIeM BOCCTAHOR-
ennu ocratka npu 600 °C. B BoaxoM pactBope Gpoma 3a oHy oOpa-
Yy XaJbKOIMPHT PACTBOPSIETCH NOJHOCTBIO, PACTBOPHMOCTh MHPHTA
aBasier 94 %, nupporuna 86 Y. Pyanbie u Hepyauble KeJne3oco-
leprKaline MHHEPaJIbl PAKTHYECKH He PacTBOPAIOTCH.
* Hapecky 0,25—0,5 r (B 3aBHCHMOCTH OT COZEPKAHHA PVAHOTO kKe-
£33) NOMEIIAOT B cTakaH BMecTuMocThbio 250 mua, mpuaueator 60 M
Abl, 4 Ma GpOMa, MOMEUIHBAIOT PH KOMHATHOI TeMnepartype 20 MuH.
3atem npuaupaior 10 ma CCly ana pacrBopenns o6pasyloutefics sJe-
MEHTHOH cepbl M nomelrHBaioT eute 15 muH. PacrBop marpesaior Ha
MIATKe 10 Npekpalledns BbigedeHuss GYpuIX napoB Gpoma n GHIALTPY-
OT yepes3 IJIOTHBI QHUIBTP B cTakaH BMecTHMOCThIO 250—300 ma. He-
CTBOPHMBbIHl OCTATOK MOJHOCTBIO MEPEHOCAT Ha (HJIBTDP H NPOMBIBAIOT
0 ropsueil BOJOH 0 HCUE3HOBEHHS PEaKLUHH HA XKeae30 B NPOMbIB-
X BoAax *. B ¢uabrpate onpegensior cyiabduaHoe Kedezo ¢GoTo-
eTPHYECKHM HJH THTPHMeTpHUecKHM MerToioM. Ecam B pyrax npu-
CYTCTBYeT MeTaJjl/IHuyecKoe Kejde3o, To OHO u3BJekaercs Ha 81,4 %
BMecTe ¢ CyAbHIHBIM.
~ HepactBopumbiii 0cTaToK BMecTe ¢ (HMJBTPOM Tomemwaior B hap-
‘Goposuiit THreab u o3oasor npu temneparype 400—500 °C, tak Kak
Npu GoJsiee BHICOKOI TeMIepaType NPOHMCXOAHT H3MeHeHHe CBOHCTB He-
~ KOTODHIX JKeJe30COAepKaluHX CHIMKATHEIX MHHEPaJoB, YTO MOJKeT
TIPHBECTH K 3aBLILICHHBIM pe3yJbTaTaM ONpeleseHis PyAHOTo Kejesa.
- Osostennblit octatok nepeHocat B (GaphopoByio JOAOYKY W NPOBOAAT
- BoccraHoBieHue. Jlasee aHanu3 NMPOBOAAT TaK, KaK OMHCAHO B pasje-
Jie 2.4.1.1.

—_—_—

* Tlpu cojepxannu B pyze mupporuna Gosee 5% nposoantes IAByXKpatHas
ofpadoTka ROANLIM PacTBOPOM GpoMa B NPHCYTCTBHH YeTHIPEXXJOPHCTOrO yriepoia.
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2.4.1.3. Onpenenenue PyaHOro mxejesa B pymax,
cojepKalnX KapOGoHATbl KaJdbLUHA W MArHHSA

Mertonnka onpejesieHnsi pyAHOrO e/e3a B INPUCYTCTBHH GOJBIINX
KOJUYEeCTB  KaJiblHs M MarHus  OCHOBAaHA HAa HX pPAacTBOPEHHH B
2,5 Y, -HoM pacTBOpe YKCYCHO! KHCJIOTH NpH NepeMelllnBaHuil | Harpe-
BaHHH Ha Kunsileii BoasHoli 6ane B Tevenue 30 mun. B atux veaoBusix
B pactBop mepexoant Ao 30 % :keneza cuueputa u 1o 8 % Keaesa
OHOTHTa, PACTBOPHUMOCTh APYTHX PY/JAHBIX MHHepaJioB Kejesa cOCTaB-
asier 0,3—1 9.

Ecnu B pyze coiep:karcs ToJIbKO KapGoHATH KaJblus, To 06paboT-
Ky 2,5 % -HbIM pacTBOPOM YKCYCHOH KHCJIOTHI MPOBOIASAT NpPH MepeMelli-
BaHHH MexaHHueckoit memaJakoii B TedeHue 10—15 mMun npu xomHart-
HO TeMIeparype. -

Hasecky 0,25—0,5 r B 3aBUCHMOCTH OT COJep:KaHHA PYAHOrO Ke-
Jesa momeulaioT B crakad BMectumoctbio 100 mu, npuaunsaior 40 ma
2,5 % -Horo pacTBOpa YKCYCHOH KHCJOTHI H TEPeMElIHBaloT MeXaHnue-
CKOHl MelIaJKoOH NpH HarpepaHuy Ha KHOfAlled BoAfHOH OaHe B Tede-
Hie 30 mun. Pacteop duabTpyoT uepes maoTHBIL QHABTP, HEpacTBO-
PUMBIH OCTATOK NOJHOCTHIO MEPeHOCAT Ha (QUABTP H MPOMBIBAIOT €ro
cHayana 0,5 %-HbIM pacTBOpPOM YKCYCHOH KHCJOTHI, a 3aTeM ropsyeii
BOJ0f. B nmoayuennom (uAbTpaTe onpenedslOT Kejleso, CBA3aHHoe C
CHEPHUTOM M JIErKOpAacTBOPHMBIMH cHAHKaTaMmu. IlpucyrcTeie cupepu-
TA B pY/le YCTAHABJMBAIOT MHHEPA/JOrHUYeCKHM aHadH30M.

HepacTBopuMmelii ocTaTok BMecTe ¢ GHABTPOM 03045100T B (hapdo-
poeom Turde npu 400—500 °C. OxaaxKaeHHBIl OCTATOK IIePEHOCAT B
daphopoBy0 J0A0UKY H NPOBOAST BoccTaHoBaeHue mpu 600 °C. Ila-
Jee aHa/u3 NPOJOJKAIOT TaK, KakK onHcaHo B pasiene 2.4.1.1.

Conep:kaHue pyAHOro ee3a paBHO CyMMe keje3a, nepellejllero
B pacTBOp cupepura npu o6paboTKe YKCYCHOH KHCJIO0TOH M HAHTEHHOrO
noc/je BOCCTAHOBJAEHHSI B HEPACTBOPHMOM OCTaTKe.

24.1.4. Onpenenenne PyAHOTO JKejesa B pyaax,
copepKawmnx okcuasl mapradua (1V)

MetoanKa OCHOBaHA Ha PACTBOPEHHII OKCHI0B Mapranua B 5 % -Hoii
CePHHCTON KHCJIOTE MpH NepeMellHBaHiH MeXaHHYecKOH MellaJKoH B
TeueHune | u npu KomMHaTHOR TeMmnepartype. B 3TuX yca0BuAX NOJHO-
CTBIO pacTBopsiloTest MuHepaabsl Mmapranua (III) um mapranma (IV)
(MUposo3uT, NMCHIOMeaH, OpPayHHT H JAp.), a PAacTBOPHMOCThH PYAHBIX
MIIHepaJoB Kese3a coctasiser or 0,6 1o 3 orn. %.

Hagecky 0,25-—0,5 r noMeuiaior B cKJAfHKY BMecTHMOocThiO 500 mu,
npuausaT 50—100 ma 5 %-uoit H.SOj, 3akpeiBaloT npodkoit 1 mepe-
MelHBaloT Ha Melladke B TedeHue | u. IlepemeninBaHHe Ha BoO3dyxe
licKJUaeTcs BBHAY OKHCJAEHHS CEPHHCTOH KHCJIOTH 10 CEepPHOH, uTo
MOMKET MPHUBECTH K 3HAYHTENbHOMY PacTBOPEHHIO PYAHBIX MHHEpPaJoB
xegeza. PactBop GuUABTPYIOT yepe3 MJIOTHBIH (HIBTP, HEPACTBOPHMBII
0CTAaTOK TMOJHOCTbIO INepeHocsiT Ha (HJALBTP H MPOMBIBAIOT cHava/a
0,5 % -woii HySO3, a 3atem xosoauoi Boaoil. HepacTBopuMblil octaTok
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BMecTe ¢ puabTpoM ozoasot B papboposom turae npu 400—500 °C.
OxJaaxaennslii octaTok nepetocaTt B ¢apdopoBylo J0104KY H TPOBO-
ast BoceraHoBdenne mpu 600 °C. [lanee anaans npoaoskaior Tak,
. KaKk onHcaHo B pasfene 2.4.1.1.

£ 2.4.1.5. Onpenenenre pyaHOro Kejesa B pyaax,
'257‘ COAEPHKAUMNX JIeNTOXAOPHTH

: Mertoanka ocHoBaHa Ha NpeABapiTeJbHOM PACTBOPEHHH JIENTOX/O-
- putoB B 2,0M pacrsope HNO;3 ¢ noGaBkoii (pTopHcTOro aMMOHHA |
OuxpoMaTta KaJus, nociaeiHuil sBJsercs HHrHONTOPOM, 3ajepKHBalo-
LIHM pacTBOpeHHe PYAHBIX MHHepaJoB kede3a. [Ipu naunnoit ofpador-
Ke CH/JEePHT NOJHOCTBIO NEPeXoAHT B pacTBop. Meroanka npumeHnma
rJaaBHBIM 00pa3oM 18 XBOCTOB 0GOralleHHs.

Hagecky 0,25—0,5 r nomemtaior B crakan BMmectuMoctbio 100 wma,
aodasasior 20 ma  25M HNO;, cogepwawmenn 1% NHyF u 2%
KoCr:07, u cnabo kunarat B Tedenue 3 mul. Pactsop duiabtpyior
uepe3 MJOTHbIA (GUABTP, HEPACTBOPHMBIN OCTATOK HOJIHOCTbIO MepeHo-
eAT Ha GUALTP H npombiBalotT 2—3 pasa 0,5M pacrsopom HNOg, a 3a-
TeM ropsiuedl BoAOH 10 HCue3HOBeHHS! oKpacku OGuxpomara xaansi. Oc-
TaTOK BMecTe ¢ (HJALTPOM 030J510T B ¢dappopoBoM Turae npn 400—
500 °C, zatem nepeHocsaT B (haphopoByl J0A0YKY H NPOBOAST BOC-
cradosaenne npu 600 °C. Janee anaan3 nmpoiosKaioT Tak, Kak OMH-
caHo B pasnene 2.4.1.1.

2.4.1.6. Onpenenenune pyaHOro ejaeia B WIbMEHHT-MArHETHTOBBIX
H THTAHOMATHETHTOBLIX PyLax

B ycnoBusix onpejesnexusi pyAHoOro xesesa HJaAbMeHHTOBast gopma
Meaeza He BoccTaHaB/auBaercda. HabGaopaemoe uioraa nosbilieHHOE
BOCCTAHOBJIEHHE JKeJle3a B THTAHOMArHeTHTOBbIX Py/ax MPOHCXOLHT He
3a cueT MJAbMEHHTA, a 3@ CYeT BOCCTAHOBJEHHS MPHCYTCTBYIOLLEI B HHX
THTAHOMAarHeTHTOBOH (hopMmul keneza. Metoaika onpeieseHus pyaHOro
JKesle3a B THTAHOMATHeTHTOBBIX PyAax He OTJMYAETcsi OT BbilIEpPeKo-
MEeHJ10BaHHOH METOAHKH, TOJIbKO JONOJHHTEAbHO NMPOH3BOAHTCS pacuer
JKesles3a, CBA3aHHOro ¢ HabMeHnTOM [22].

Hasecky 0,256—0,5 r BoccTaHaBAMBalOT B TOKe  BOAOpoAa MpH
600 °C B Teuenne 4 u, Kak onucaHo B pasaede 2.4.1.1, Boceranosien-
Hag uacTh xKeje3a NpPEACTAB/SET CYMMY MarHeTHTOBOH H THTaHOMAar-
HETHTOBOH (POPMbI, HEBOCCTAHOBJEHHAS — CYMMY HJIbMEHHTOBOIO M CH-
JIMKATHOro 2Kede3a. TuTaHOMarHeTHTOBOE H HJIbMEHHTOBOE yKeJle30 Of-
peaeansior u3 OT/Ae/bHOl HaBecku no Mertolnke (aszoBoro aHaansa
| TuTaHoBLIX pya, pazpaboranHoit M. H. ®@exoposoii u K. C. Kpusoay6-
’Lr ckoii [42].

Ilas onpejenenus keaesa, CBSI3aHHOTO ¢ HJIbMEHHUTOM M THTaHO-
MarHeTHToM, Hasecky npobw 0,25—0,5 r pacrsopsitor B 20 ma 8 HCI
B npucyrereuu 0,4 r NaF npu HarpeBanun va kunsileifl BoaaHoil Gane
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B Teuenne | u npu uvactom nomemusanun. HepactBopumbiil ocratox
oTuabLTpoBLIBaIOT M NpoMeiBaioT 5 %-ubiM pacrtBopom HCI Bo naGe-
JKaHue ruapousa Tutana. B pactBope onpepeasior coaepixanue JHOK-
CHa THTAHA, COOTBETCTBYIOULEE HALMEHHTY H THTAHOMArHETHTY, U pac-
CUNTBLIBAIOT CBA3aHHOe ¢ HuMH Kedeso: Ha 1Y% TiO, npuxoantesn
0,7% Fe. :

Jlas onpejnesieHHst THTAHOMATHETHTA HaBecKy npobul odpabaTbiBa-
ot 2,6M HCI (T:)K=1:100) npu HarpeBaHuH Ha Kunsitleii BOAAHOI
Gane B Teuenwe 6 u. B pactBope omnpeaensiorT cojaep:KaHue THTAHA H
paccuuTLIBAIOT CBA3AHHOE ¢ HUM JKeJeso.

ITo pesysbraTam HCCAELOBAHHH ONpeleisioT KOJHUECTBO Kelesd,
CBA3AHHOIO € MarHeTHTOM, HJIBMEHHTOM H THTAHOMATHETHTOM.

2.4.2. Onpenesenue CHIHKATHOrO XKeJje3a

I Bapunant. CuaukatHoe Kesne3o ONpele]sioT B HEPacTBOPHMOM
OcTaTKe MocJe H3BJIeyeHHsi PyAHOro xenesa. Pasioxenuwe ocratka
npoeoasat emeckio Kueaor HeSO4 m HF. Ot mean, koropas memaer orn-
pelesieHNIo, JKeJle30 OTAENSIOT OcaKIeHHeM B BHE THIPOKCHIA JKe/e-
3a (IIl) B npucyTcTBHH H3OBITKA aMMHAKA.

HepacTBopuMblii ocTaToK nocJie onpejiefeHHsi pyAHOTO XKejae3a fe-
peHoCcAT B NJATHHOBLIH THreJb WAH MJATHHOBYIO YalllKy H O30JSI0T.
OcroeiBlIHil ocTAaTOK cMaunBaloT BoAoH, npubasasior 5—8 ma HF,
5 ma HeSO;s (1:1) u, n3peaka nepemellnBasi, HarpeBaloT Ha IJIHTKe
710 TOJHOro pasioxeHus. PacTBop ymapHBaloT 10 TYCTHIX TapoB cep-
HOH KHCJOTHI, 0XJax1aloT, oOMBIBAIOT BOAOH W YIapHBAalOT A0OCyXa.
Cyxoit octatok cmaasasior ¢ 2—3 r KyS5:,0; u nocae oxaaxkienus
N/1aB BblllleJaYuBalOT ropsiueil BoLOi B cTakaH BMecTHMOCTbIO 250 mur.
K pacropy npubasasiior 5—7 ma HCI (1,19), narpesator 10 KHneHus
H 0CaxK1alT THAPOKCHABI Keje3a aMMHakoMm, npubasiss eile H30bI-
TOK amMmuaka 4—5 Ma anaa oraenenns Mead. Ocaaok THAPOKCHIOB
OTPHALTPOBLIBAIOT, NPOMBLIBAIOT 3 pa3a ropsunM 2 %-HeIM pacTBOpoM
XJOPHCTOTO aMMOHHSA H PACTBOPAIOT 5 Yp-HBIM PAcTBOPOM COJNSTHOM HIH
cepHoli KHCAOTH. B noJsydenHOM pacTBope oMnpeiessioT Kele3o, cooT-
BETCTBYIOLEE €ro CHIHKATHOH (opMme.

Il BapuanTt. HepacrBopuMblii ocTaToK mocjie onpeaeJeHHs pyi-
HOTO KeJjlesa BMecTe ¢ (HABTPOM NOMEILAIT B TY e Koady, B KOTO-
poit mpoBoaniack 06paGoTKa BOCCTaHOBJEHHOro Matepuana 15 % -Hbim
pacTBopoM cepHoKkucaoil Mean. st pacTBOpPeHHA MeTaJJH4YecKod Mme-
au B KoaOy AoGasasior pactBop ammuaxa (l:1), comepmautero 2 %
(NH4):SO,4. Cmech nepeMelInBalOT Ha aruTaTope NpH KOMHATHOH TeM-
nepatype B Teuenue | u. Ilocae atoro B koady nobdasasior 15—20 ma
pactBopa ammuaka (l:4) u orduasrpossiBaior noja Bakyymom. Oca-
10K 3—4 pasa npombIBaloT pacTBopoM ammuaka (l:4) u 3arem rops-
yeil BOAON 10 HcyesHoBeHHs cuHell okpacku. Ilpomerteiii ocratok ¢
GuABTPOM TIEPEHOCAT B THIE/b, 030J4I0T H ONPEAeNAIOT KeJle30, KOTo-
Poe TepeBoAAT B PAcTBOP JIOOLIM MeTOA0M, NPHIOAHLIM 75 PacTBO-
peHHsl CHJIHKATOB.
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2.4.3. Onpenenenue xeJjesa MarHeTura

B marHeTHTOBHIX py/Jax pasJHYHBIX FeHEeTHUYECKHX THMOB :KeJe30
MpPeACTaBJIEHO OCHOBHBIM PYAHBLIM MHHepaJoM — MarHeTHToM. (OjHako
- §lapsilly ¢ MarHeTHTOM 4acTO MPHCYTCTBYIOT IeMaTHT, THAPOKCHIB #Ke-
 ne3a, CHIEPHT H KaK NnpuMech cyJabQu/Ibl JKejae3a H KeleaHucTble CHJN-
- gatel. Kpome Toro, MarieTHT MoKeT OLITb B Pa3HOil CTENEeHH 3aTPOHYT
. [POLECCOM MAapPTHTH3AUMH, YTO MPHBOAHT K CHHAKEHHIO €r0 MarHHTHbIX
- cBoiictB. [TosTomy onpeneseHHe MarHeTHTa B 3THX pyAax sBJsieTcs
 BAJKHOHM M 4acTo CJ0XKHOW 3anaueil.

2.4.3.1. Onpenenenne MarHeTHTa XHMHYECKHM METOAOM

Haxoxenne uadnparelbHBX pacTBOpHTENIeH 1 MarHeTuTta npei-
cTapjsier 6oJblliHe TPYAHOCTH, 0OYCIOB/IEHHbIE GJAH30CTBIO XHMHYECKHX
‘CBOHCTB KaK PYyJIHBIX MHHepaJ/loB ’KeJe3a, Tak W HepyaHbBIX (GuornTa,
OpHTa, CepreHTHHA H Jp.).

- M3 meronos onpenenenns MarHeTnta, OCHOBAHHBIX Ha H3GHpaTelb-
HOM pacTBOPEHHH, 3aCJYKHBACT BHHUMAHHA MeTOH, TNPeLJOKeHHbL
M. H. ®enoporoit n K. C. Kpusoay6ekoii [42]. Metoa ocHoBaH Ha pac-
TBOPEHHH MarHeTHTa B cMecH ¢ocdopHoil 1 cepHoll KHCAOT B aTMmocde-
De HHEPTHOro rasa M ompedeseHuH B pactBope :xeqaesda (II) ¢ nocae-
AYIOUIHM TIepecuyeToM ero Ha xehdeso marHeruta. Ilpu mepecuere iKe-
nesa (II) wa wmarHerut yunThiBaloT coctaB MmarHeTta. [Tockoabky
[PHPOAHBLII MarHeTHT He BCerja COOTBETCTBYET TeopeTHueckoil opmy-
Jie FeO-Fe;O; neobxoanmo onpeaeisits orHouenne Fepsw/Fe?t= K.
Kosdduunent K onpenensiercsi Ha ocHOBaHHH aHa/3a MOHOMHHEPa.lb-
HOii ¢paxkuun MarHeTHTa.

Bansinue JerkopacTBOPHMBIX CHJAHKATHBIX  MHHEpPaJoB (XJOpHT,
OuotHT M Ap.), a TaKkKe cHAepUTa W CYJbOHIOB XKesae3a, coneprKalinx
B cBoeM coctaBe keaeso (II), ycrpausercs npeasaputenbnoii obpa-
‘Gorkoit naseckn 2,6M HNOs.

‘ ITpu npoBepke MeTo/1a HA MOHOMHHEPaJIbHBIX (PPAKIUHAX MarHeTHTa
W Apyrux MHHepaJos, coaepxamux xeaeso (IT), A. B. Kpoukunoii
H C. M. BecconoBoit MoJyueHbl YAOBJIETBOPHTEIbHBIE PE3YJabTAThI.
Omubka onpenenenns coctasasier 2—6 otH. Y%, 115 npoayKkToB, Gogee
OeHBLIX MarHeTHTOM, OHA yBeJHYHBaeTCH.

Peaxruger. 1. Cwmech dochopHoit u cepHoii kucaor. das npurotoBichus 1 a
- cmecn Gepyr 500 ma HiPO4 (1,70), 300 ma HeSO4 (1:1) u 200 ma Boawl

2. Cmech Kuonna, K 750 ma soast octopomxno mpuansaiot 250 ma HpSO,
(1,84), no oxaamaennn npuGasasior 120 ma HyPO, (1,70).

Jas onpejenennss MarHeTuta B pyjaax, He CcOAep:KallHX CHIEPHTA,
JIETKOPACTBOPHMBIX CHJIHKATHLIX MHHEPaJoB H CV/b(HAOB kKeje3a Ha-
Becky 0,1—0,5 r (B 3aBHCHMOCTH OT CO/Ep:KaHHi MarHeTura) nome-
- Iaor B crakan BMmectumoctbio 100 ma, npuausaot 40 ma cmecs goc-
- opHoit n cepHOIl KHCJOT H HArpeBaloT Ha BOASTHON OaHe NmpH Temnepa-
- Type 50 °C B Teuenue | u nmpH HeNmpepLIBHOM MOMeUWIHBAaHHIl MeXaHH-
~ UecKOH MeulagKoil B TOKe yTJAeKHCJI0ro rasa.



[1pu pactBopennn marueruta B cMecH dochopHoi 0 cepHOH KHCAOT
HeoOX0ANMO CJAeAHTh 3a TeM, uToObl He MPOHCXOJAHJI0 LIeMEHTALHH Ha-
BECKH.

[Tocne oGpabGoTku colepKHMOe cTakaHa BMeCTe ¢ HEpPacTBOPHMbIM
0OCTaTKOM TMEPeHOCAT B KOHHYECKYI0 K00y BMecTHMOocThIO 500 mua, 10-
BoaAT 00bem pactBopa Bopoi 10 250—300 ma, nobasasior 20 Ma cMme-
cu Knonna u turpyior Keaezo (II) 0,1 uwau 0,05 n. pacrsopom KoCrsO7
B NPHCYTCTBHH HHAMKaTOpa AudenunamuHocyabdoHata Gapus.

Jasi onpeneliedHss MarHeTHTa B pyAax B NPHCYTCTBHH CHIEPHTA,
JerkopacTBOPHMbIX CHAHKATHBIX MHHEPaJoB H CcYJb(MHIOB Keje3a Ha-
Becky 0,1—0,5 r nomewaior 8 crakan smectumoctbio 100 ma, npuai-
Baor 20 ma 2,5M HNO; n nmepemeliHBalOT MeXaHHYECKOH Melaakoil
B TeyeHne 2 y npu temnepatype 50 °C *, OTduibTPOBLIBAIOT HEPACTRO-
PUMBIA OCTATOK M NPOMBIBAIOT €r0 TEMNJ0il BOJA0H 10 MOJHOr0 yaaaeHHs
a30THOH KucJoTe. 3ateMm (uabTp BMecTe ¢ ocaakoMm (duabTp npej-
BaPUTEJAbHO H3MeJAb4aloT) NepeHOCAT B TOT JKe CTakaH, rie NPoBO/H-
Jack oOpaborka, aodasasior 40 ma cMecn docehopHoil n cepHoilt KHe-
aot. Jlaaeueiilee onpejesente NpoBOAAT TaK, KAK ONHCAHO B NepBOM
BapHAHTE.

2.4.3.2. OnpepeneHne MarHeTHTA MarHUTHO-XHMHYECKHM METOILOM

Marnerur oGaasaer BBICOKOH MarHUTHOH BOCIPHHMYHBOCTBIO. ITO
CBOHCTBO HCIOJb3yeTcsl AJsl ero KOJHYeCTBEHHOro oMpejlelieHns B zKe-
Je3HBIX pyAax H NpoAykKTax ux oOoramienus. CpocTKH MarHetura c
HEpY/HBIMH MHHepajaMH, 3aTPy/AHAIOLIAMH MarHHTHYIO Cenapauiio,
paspywapr o6paboTkoil 1podLl COOTBETCTBYIOUHMH PACTBOPHTENSAMH.
Ecan B mpobax nmpHCYTCTBYIOT ApPYTrHe MHHePaJibl C BBICOKOW MarmuT-
HOIl BOCHPHHMYHBOCTbIO (MarreMHT, MHPPOTHH), TO OHH H3BJEKAKTCS
BMecTe ¢ MarHetuToMm. B 3atom cayuyae npu nojcuere pe3yJbTaTOB aHa-
JH3a Cje/]yeT YYHTBIBATh MHHEPaJbHBbIH cOCTaB MarHuTHOH (Qpakiui.

B iKesesHbiX pynax THNa KeJE3HCTbIX KBapUHTOB (HEOKHCJAEHHBIX
1 caAaf00KHCACHHBIX) W TPOAYKTAX HX oforalleHHs yKeJe30 MarHeTHra
onpezaeasior no FOCTy 16589—71.

MetonKa ocHOBaHA HAa KOJHYECTBEHHOM BbiA€J€HHH MATHETHTA H3
JK@Je3HCTHIX KBAPUHTOB MAarHHTHOH cemapauueid npobul B BOJHON cpe-
ae. Ilocaenylomas ouncrka noJyueHHoOH MarHuTHON dpakUny OT MHHe-
panos, cojepxamux keqaeso (II) (kapOonartsl, cuaInKaThl, cyabduibl),
i MeTaJJIHYeCKOro JKejesa, BHeCEHHOro MpH MOAroToBKe Npod, Mpons-
Boanress obGpabotkoit 0,3M pactBopom HNO3 na kunsanlefi BoasHoi
Gave B Teuenne 30 MHH npu noMeurnBanun. B ounniennodt or npumeceil
MarHuTHoil ppakunn onpeneasior xexeso (II) marmerura n nepecun-
THIBAIOT ero Ha xeae3o marderura no gopmydse Cre= Cre" K. rae K —
oTHOLIenHe o0lIero ejaesa B MarHetute K xkenesy (II).

Mertoanka onpejeleHuss MarieTuta B NPHCYTCTBHH NHPPOTHHA H3-
doxena B kuure M. H. ®enoposoit u ap. [42]. Ilupporuu, obaanas
BBICOKOI MarHHTHOH BOCHPHHMYHMBOCTBLIO, VBJIEKAETCS BMeCTe ¢ MarHe-

* Pacrpopumocrs Marvetuta B 2,0 IHNO; cocrasaser okoao 2 ord. 9.
56



THTOM B MAarHHTHYIO cbpakumo, 3aBbllllasi pe3yabTatbl OlpeneJaeHus
‘marHetnta. Kpome Toro, npu pactBopeHun MardHutHoit ¢pakiun B co-
JITHOI KHcJoTe aasa onpenedenus skedesa (II) marmernta nupporux
pactBopsiercst ¢ o6pa3oBaHieM CepoBOOPOaA, KOTOPBI BOCCTaHaBJIN-
paert xkene3o (III) no kenesa (II), uto TakiKe 3aBbllIaeT Pe3VJbLTATLI
,’{ onpenenenns marneruta. Ilostomy B maruutHoil ¢pakumni, coxepika-

- meit MHPPOTHH, HKeJe30 (IT) marseruta nepeBoAAT B PAacTBOP CMeChIo
'.;,, cepnou H (ochopHOil KHCJIOT B MPHCYTCTBHH CYJeMBI, KOTOPas CBfA3bI-
~ Baer S?" B HepacTBOPHUMBIH cyAbHL PTYTH.

2.4.3.3. OnpeneneHue MAarHeTHTA MATHHTOMETPHYECKHM METOLOM

Meroanka pekoMeHA0OBaHA AJsi ONpeieeHHst MarHeTHTa B rKeJe3-
HBIX pyaax npm ero coaepxanun or 0,1 mo 100 % (paspaGorana
. M. 3aiiuesoii, H. 0. SIkyGosckoii [21]). B 3aBucumoctn ot coxep-
AKanusi Mardetura B mpobe owHOKa ONpeaeseHHs COCTABJSET OT 2
a0 10 %.

- Mertoanka ocHOBaHa Ha M3MePeHHH YIeJbHOH HaMarHHYeHHOCTH
HacbilleHns marvetuta. Kaxaei ¢eppomarHuTHbIH MHHepaJ XxapakTe-
pH3yeTcA CTPOro ONpeleleHHBIM 3HAYEHHEM Y/eJNbHOH HaMarHH4eHHO-
cri Hacbiulenuss (o) npu 20 °C. [das uHCTOrO CTEXHOMETPHUECKOTrO
MarHeTHTa, He COJlepiKalllero H30MOP(HBIX TpHMecell, ¢ cocTaBjsieT
92107 T-wm3/Kkr. ¥YnenbHasi HAMarHH4eHHOCTh HaChILeHHA NPOOBI H3-
MeHsieTcsl TPONOPIUHOHANBHO COJAepAannio B Hell marmerura. 2ta 3a-
BHCHMOCTE 1a€T BO3MOMKHOCTh 10 H3MEPEeHHOH BeJHYHHE G ONPeNeSHTh
l0jlepKaHHe MarHeTHTa B pyJe.

ITpouenthoe copep:kanne marnernta Cy paccuuThIBalOT 1o dop-

Cy= Goc‘:p"sm 100, (9)

le Oosp — YACAbHAS HAMarHHUeHHOCTh HachilleHHst oGpasua (onpese-
Jisiercs BKCHEPHMEHTE.TI[)HO): Oy — YVI€JbHass HAMATHHYEHHOCTH YHCTOrO
MarseTura.

Iasi namepernsi ¢ HCNOAb3YeTcsi BAGPAUHOHHBINT MarHHTOMeTp, pas-
fuHBle MOAHMHKALKH KOTOPOro omucanbl B autepatype [21]. Hawepe-
_e G TPOH3BOJAHMTCA B CHJABHOM MAarHHTHOM Hoje (He MeHee 5X
<10° A/m), mpu 310M MOryT GBITH HCMOJB30BaHbl HABECKH MOPOIIKO-
i npo6bl 0,05—0,2 r, a Tak:Ke oOpa3ibl NOPOL H PYA C JHHEHHBIMH

00pasiia nepeBOAHTCA B a6COMIOTHBIE €HHHIE C MOMOUILIO H3MepeHHil
STAJIOHOB, B KauecTBe KOTOPLIX MOrYT OBITh HCMOJB30BAHBLI 3JEKTPO-

HTHYECKHII HHKeJb WJH HCKYCCTBEHHBLIH MarHeTHT. 3Has H3MepeHHble
JIHYMHBI CHCHAJA OT 3TajloHa is; H OT Hecaeayemoro odpasua iosp,
TakKe Maccol 3TajloHa (Msr) H obpasua (Mosp), HAXOAAT V/1€JABHYIO
IMaruuuennoctTn o6pasua no gopmyse

Tabp = SarMarioop/ ({s1Modp)- (10)
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ITpn HeusmennoMm pexume padoTbl YCTAHOBKH H OJHOM 3TaJjlOHe
BeJAHYHHA Osr-Mar/isy = C siBASeTes noctosHHoil 1 Gopmyay (10) mox-
HO 3anHcaTh:

Sobp = iuﬁp("l’muﬁp' (1)
®opmyaa (11) sBasercs ocHoBHoll paGoueii hopmy.oii.
ITpucyrerBie H3oMopdHBIX NpHMecell B MarHeTHTe H3MeHsleT BeJlH-

UHHY €ro yAeJbHOH HaMariuyenHocTH Hachillenusi. B atom cayuae He-
06X0AHMO COYeTaTh ollpejesenie HaMarHHyeHHoCTH HacbllleHHs ¢ Or-
pefenenneM Touek Kiopu, 10 3HAYEHHSM KOTOPLIX OMNPeNeNsiOT Co-
Jep:kaHue 3JeMeHTa, M30MOP(HHO BXOAALLEr0 B MAarHeTHT, a 3aTeM
pPaccYHTEIBAIOT TEOpPeTHYECKOe 3HaueHHe ¢ oOpasua H mocJje Conocras-
JeHHsi ¢ M3MEePeHHOl ¢ BLIYHCJAAIOT CojeprKaHHe MarHeTura B npobe
no ¢gopmyae (9).

Touka Kiopu (T.) uucroro marnerura cocrasaser 575 °C. Hso-
MOphHBIE TIpHMecH B MAarHeTHTe, Kak TNpPaBulo, MOHHKAWT TOUKY
Kiopu.

Jlast HeKOTOPHIX H30MOPGHBIX PALOB MATHETHTA YCTAHOBJEH Xapak-
Tep H3MeHeHHs T OT coaepiKaHusa H30MOPQHBIX 3JeMEeHTOB H BbiBele-
Hbl 3MIHPHUecKHe (OPMYJBL, 0 KOTOPHIM, 3HasA T, MOKHO ONpeIe HTh
KOJHYECTBO 3THX 3JEMEHTOB B CTPyKType marnernta. Has psiaa mar-
HomarneTuToB cofepxanne MgO (Bec. %) pasHo (570—T.)/6,7; nas
psila MarHeTut — sikobeur cogepxanne MnO (eec. %) pasuo (570—
—7T¢)/8,8; nnsa psina MarHeTHT — repunHnT cojepxanne Al,O; (Bec. %)
paBuo (570—7.)/6,6.

2.4.4. Onpejenenne xeje3a cuaeputa

Jlast n3bupatebHOro pacTBOPeHHsl CHAEPHTA NMpPeLJoKeHbl PacTBO-
pPbl YKCYCHOH KueaoTel H eakoi weaoun [42]. [Mpu ucnoab3oBanun B
KauecTBe pactBoputedss 4—6 %-Horo pacrBopa YKCYCHOH KHCJIOTHI
npoBoasaT 2—4-kpaTHyo o6paGOTKy NpH HarpeBaHHH Ha Kunsuleil Bo-
AstHON GaHe B TeueHue 2 4 NPH NEPHOJAHYECKOM NepemelluBaHuu. Me-
TO/A JlaeT XOpollyl0 BOCIPOH3BOAHMOCTH pedyibTaTtoB. OaHaKo onpeje-
JeHHIO MeHIaloT JenTOXJOPHTH, 3aBbilIasi Pe3yJbTaThl ONpeje/eHHs
CHAEpHTA.

Meroa onpenenenns cuieputa nmyteM H30HPATENBHOIO Pa3foikKeHHs
€ro pacTBOPOM eKOfl ILlesoun nposBeped Ha oGpasiuax cHAEpHTA W
pyiax pasaHuHLIX MECTOPOXKIEHHH M M0Kas3aj BIHOJHE YL0BJETBOPH-
TeJbHble pe3yabrathl. Omnbdka ne npesbiaer 5 otH. %. Heobxoaumo
OTMETHTD, UTO ONpeeSeHHe CHAEPHTA METOAOM LLIEJOYHOI0 PA3J0KEHHS
Tpebyer GOJBIIONH TIIATETLHOCTH B NPOBEAEHHH aHaaH3a: HeoGX0AHMO
cllenTb, uyTOObl B TpOIHecce pa3/oXKeHus He 00pPa30BajHCh KOMOUKH,
NPH OKHCJAEHNH THApokcuaa keae3za (I1) no ruapokcuna xenesa (I11)
Nepruipoiib cleiyer Ao0aBisTh B OXJaX/eHHbIl pacTBop, B NPOTHB-
HOM cCJydae MoJydaloTesi 3aHHXKeHHble pPe3VabTaTbl onpeiesdeHHs CH-
Jepura.

Hapsiny ¢ mMerozamn u3bupaTenbHOro pacTBOPeHHsI AJs onpejaese-
HHSl CHePHTa IIPHMEHSIOT TepMHYecKHil MeToJ, OCHOBAaHHHII Ha Tep-
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MHUECKOM DPa3JoKeHHH CHAepHTAa B HHTepBaje Temmepartyp 450—
D °C, KOJHYECTBEHHOM H3MEPEHHH BbIAEJSIOLLErocs YrJAeKHeaoro ra-
n nepecuere ero Ha cugepur (JI. I'. Bepr, 1952). Onpenenennio
MIaeT MarHe3nT, KOTOPbIH AHCCOLHHUPYET B TOM e HHTepBaJje TeM-
PATYP, YTO H CHAEPHT, 3aBbllliasi Pe3yJbTaThl ONpeaeSeHnst cHAepHTa
; BEJHUHHY, NPONOPIHOHAJBHYIO COACPIKAHHIO MAarHesnutra B pyie
Pprl‘l‘te KapOOHATH AHCCOUHHPYIOT NpH GoJlee BHICOKHX TeMmepaTypax:
AoMHT — 740—900 °C, kaabuut — 860—900 °C [46].

24.4.1. OnpepelieHne CHAEPHTA XHMHYECKHM METOLOM

- Meroanka onpejeneHus cHIepHTa OCHOBaHa HAa ero CeJeKTHBHOM
‘pasnoKeHHH eIKoH uleqoublo. BegencTBHe TOro, uto npoH3BeleHHe
CTBOPHMOCTH THAIpOKcHAa xeqesa (1) menbiue, wem mpowusBeneHue
CTBOPHMOCTH KapOoHaTa »Keje3a, pedakills MPOMCXOAHT NpakTHUe-
1 KOJAHYECTBEHHO B CTOPOHY oCGpazoBauust THAPOKCHAA H HauHHAETCs
yaKe Ha XoJoje:

FeCO, + 2 KOH = Fe (OH). + K.CO,.

~ AHaJIOTHYHO YIJIEKHCJIOMY JKeJle3y eAKHH KaJjuil pasjaaraer yrie-
(HCJIble MAarHHid M Mapraset.

Oopasylowuiicss B pesyJbraTe peakiHi KOJJIOHAHBIH IHAPOKCHA
FFe (OH): o6BoslakuBaeT 3epHa KPHCTAJJIHYECKOTO CHAEPHTA C MOBEPX-
HOCTH, 06pa3ys (QJOKYJE, H TeM caMbIM NpeKpallaer I0CTVN LLeJOYH
K MOBEPXHOCTH KpHCTaJj1a cuiaepuTa. BeneldcTBue 3T0ro npH oiHOKpaT-
Hoit 06paboTKe PAacTBOPOM €4KOTO KaJHsl CHIEPHT NOJHOCTBIO HEe pas-
garaercs. duas paspymienus GJIOKVI B peaklUHOHHYIO cMech 100aBJs-
or 10 %-nblii pacTBOp yKCycHON KHCJIOTH. B 3THX YCJIOBHAX I'HAPOK-
cun xenesa (II) merko pacrsopsieres. ITocse storo o6paGorky pac-
TBOPOM €/IKOoro Kajusi noTopsiior. IlpoBoasit 310 Ge3 duabTpoBaHns,
foGaBsisii B peakunonnyio cmech 20 % -uelii pacTBOp €AKOro KaJms.
B cayvae maanuus JerkopacTBOPHMbIX CHJIHKATOB 10Jy4YaloTCsi 3aBbi-
nienHble pesyabtathl (Ha 2—3 oTH. %) 3a cyer MX pacTBOpeHHs B el-

- Hasecky 0,2—0,5 r nomewaioT B CyXyl0 KOHHUECKYI0 K0/aJy BMe-
etimoctbio 250 ma, npuansaiot 10 ma 10 %-noro pactBopa KOH u
CojlepAKHMOe KOJOB OCTOPOXKHO MepeMeliHBalOT TaK, YTOOLl HAaCTHILHI
‘MatepuaJja He NPHJAHNAJAH K CTEKJY KOJObl Bblllle YPOBHSL IEJ0YH.
‘Conep:kumoe KoaObl NpH peikoM NepeMelwnBaHun kunATat 10 MuH.
‘3atem 0OMBIBAIOT CTEHKH KOJOBI HECKOJLKHMH MHJJILIHTPAMH BOIbI,
“Ao6asasiior 10 Ma 10 %-Horo pacTBopa yKCycHOi KHCaAOTHI (AJ1s1 pas-
- Pymwennsi GJOKYJA) H BBIAEPKHBAIOT HA NMJIHTKE NPH c1aGoM KHNSYEHHH
5 mun. Jlas nostopHo#t o6paboTKH B pacTBop jaoGaBAsSiOT 25 M
- 20 %-voro pacrBopa KOH u KumAaTaT NpH peakoM  MOMEMIHBAHHI
10 mun.

~ [Tlocne oxaamaenust oGHJIBHBI OCAJOK KOJJOHIHOTO THIPOKCHA
eqesa (II) oxucasior, nobaBass no kKanjasM 2 MJ nepruiapods, ob-
BIBAIOT CTEHKH KOJObl HECKOJbKHMH MWITIJIHTPAMH BOAB I KHIATST
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5—7 MuHH aas paspylieHnsa H3OBITOYHOrO nepokcuaa soaopona. Ha
3TOM 3aKaHuHBaeTcsl pasjoxenne KapOoHaTOB KeJjesa.

B oKHCJAEHHYIO PeakuHoHHYI0 cMech aoGasasior 1 r NaHCOs, 0,5 r
NaF u 65 ma HCI (1,19) (aas cosnanus KucjaoTHoetw 1:1) H Kuns-
taT B Teuenue 20 muH. 3ateM pacTBOpP OBICTPO OXJAAMAAIOT, JOBOAAT
o0beM Boabl A0 120—140 ma, pobasasior 2—3 ma HzPOy4 u turpyior
ocratouHoe xeaeso (I1) GuxpomMaTtom Kadus B NpHCYTCTBHH JndeHn -
amMHHOcyJab(oHaTa Gapus.

M3 oraeibHOll HaBeckH onpeneasior ofllee coleprKaHHe eJe-
3a (II) B Tex ke ycaoBHSX, 4To M ocTaTouHoe. Pacuer Kemesa, cBa-
3aHHOTO € CHEPHTOM, MPOH3BOAAT MO Pa3HOCTH MeXKIy OOUIHM H Oc-
TatounbiM Keneszom (II).

24.4.2. Onpenenenne CHAEPHTA TEPMOBECOBBIM METOLOM

Meroanka ocHoBaHa Ha onpejaejeHun norepu B Macce (P) npu
TEPMHUYECKOM Pa3JoKeHHH CHAepHTa, KOTOPHI AMCCOLUHHPYET B HH-
TepBaje Temnepatyp 430—600 °C ¢ BbiZeseHHeM YrJexHCJ0ro rasa.

KoHeuHbIM NPOAYKTOM pasjoxeHHs cujepura HpH HarpeBaHiun B
BO3AYLIHOI cpeae aBaserca FeyOs.

Ha onpejeienne cuiaeputa TepMOBECOBHIM METOAOM OTPHIATENbHO
moryT BaHaATH MarHeaut (MgCOj) u ponoxposutr (MnCOs), kotophie
pasjaralotTcsi B TOM JKe HHTepRaje  TeMmIllepaTyp, 4YTO H CHACPHT
(MgCO;3 npn 470—580 °C, MnCO; — npu 450—650 °C).

Pacuer coaepxauns Kenesa (B %), CBA3AHHOrO ¢ CHIEPHTOM,
NpoBOANTCA 1O (hopmyiie

C = 1,655 P-100/m,

rae 1,555 — nepecuernsiii ko3 dumnent ¢ FeCO3 na meneso.
B nacrosinlee Bpemsi a4s onpejeseHHs CHIEPHTA TEPMOBECOBbIM
METOJ0M TNPHMEHSIOTCS COBeplueHHble NpHOoOpPH — depusatorpadu.

2.4.5. Onpenenenne rHAPOKCHIOB KeJje3a

K ruapokcniaMm sKesle3a OTHOCHTCS Tpynna MHHEpaJoB: TETHT
HFeO,, ruaporérutr HFeO;-nH,0, nenupokpoxur FeO(OH), ruapoae-
nuiokpoknt FeO (OH) -Hy0, ruaporemarut FeyOs-nHyO. Tiiapoxenas
XKejle3a B OCHOBHOM XapakKTepHbl AJas OYPOIKEJe3HAKOBHIX Py, HO
BMecCTe C TeM NPHCYTCTBYIOT H B JAPYTHX THNAX KeJe3HBIX pya. BGansn
MOBEPXHOCTH 36MJH THAPOKCH/B Kee3a PacnpocTpaHeHbl MOBCEMEeCT-
#o. Oun OGPES)'EOTCﬂ NPCHMYLIECTBEHHO NMyTeM T'HApPpoJan3a COJ'IEﬁ, BO3-
HHKAIIHX IPH OKHCJACHHH H Pa3J/JoKeHHH C)’Jlb(pl‘lllOB, KHPGOH&TOB, cH=
JUKATOB M JPYrHUX MHHepaJoB, cojlepmauux xeaeso (II).

o HacTosiuiero BpeMeHH JIIsi THAPOKCHIOB zKeje3a He Hail/leHbl
n3ﬁupa're.,1hmﬂe PaCcTBOPHTEJIH, TAK KdK OTHOUIEHHE 3THX MHHepaJiOB H
APYIrHX MHHepaJlOB KeJje3a K PasJaHYHBIM PACTBOPHTEAAM CXOJHO. ,H,.‘IH
onpejaejeHus IruJapPOoKCHA0B KeJe3da 0OBIYHO NPHMEHAIOT METO/bl, OC-
HOBaHHBIE HA MX (PH3HKO-XHMHYECKHX CBOHCTBAX.
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MeToHKa onpejaeaeHus MHAPOKCHAOB JKejJe3a OCHOBaHa Ha CTYMeH-
TOll TePMHUECKOH AHCCOUMALHH 3THX MHHEPaJOB: NepBas CTYMEeHb
0—280 °C, Bropas cryneub 280—400 °C. I[lepex onpeae/ieHneM ru-
DKCHIOB KeJe3a VKasaHHbBIM METOJOM HeoOXOAHMO OlpeledsiTh Ha
OHOMHHEPAJbHBIX (PAaKUHAX THAPOKCHIOB JKeJe3a HHTEPBaJ TeMIle-
aTYP MX JAHCCONHAINH, KOTOPHIH IS PAa3JHYHBIX THIPOKCHIOB kKeJe-
MOKET  HECKOJbKO  pasauuathes. Bce  ruapaTHpoBaHHble
dopvb  kenesa npu 180—200 °C  oGespoxkupawTes a0 ré-
THTa, 00Jajawnlero NMOCTOSHHBIM XHMHYeCKHM cocTtaBoM. [lanbHeii-
uiee NOBbIIIEHHE TEMIEPaTypHl MPHBOANT K MOTEPe MOJEKYJbl BOALI H3
HTa MW TIpeBpallleHHI0 ero B mpocToil okcia xeaesza (L11). Bropas
yIleHb AHCCOLHALHH, npoTekaomas npu 280—400 °C, noaoxena B oc-
OBY BECOBOTO H O0BEMHOTO METOLOB ONIpeie/eHHs cOAep:KaHHA THi-
KCHIOB KeJse3a [42]

B npokaJienHbiii H npeiBapHTE/]bHO B3BelleHHbIH (apdopoBslii TH-
p, NMOMEIIAloT HaBecKy pyasl 2—4 r, THreJbh HarpeBaloT B TepMo-
rate npu temnepatype 200—280 °C B reuenne 30 muH. Temmepatypy
ayajla W KOHLA PasjoxKeHHs! IHAPOKCHAOB ONpelesitoT CHATHEM KpH-
bIX HarpeBaHWsi MOHOMHHepanabHEIX ¢pakumii. Tureas moveuamoTt B
KCHKATOp, OXJa:K1al0T ¥ B3BELIHBAIOT. Y Oblb Macchl COOTBETCTBYET
JoTepe JeTyuHX BELLeCTB, IHTPOCKONHYECKOH BOABLI H BOAbI, aicopOi-
POBaHHOIH THApPaTHLIMH OpMaMH THAPOKCHA0B. JTa Bojla He ABJSET-
1 cTexHoMmeTpuyeckoi. Turesb BTOPHYHO INpoKaausaiT B Mydere c
0YHO OTperyJaupoBanuoii Temneparypoit 280—400 °C B Teuenne 15—
30 MHH B 3aBHCHMOCTH OT BeJHYHHBl HABECKH M KPYMHOCTH MaTepHaaa.
[IpokaanBanne pekoMeHjayeTcsi BeCTH Ha TMOJCTaBKe, UTOOB H3bexaThb
fleperpeBa Py/AHBIX YacTHIl, Haxoadwuxcs Ha ase Turag. [Ipokaausa-
HHe No HeOGXOAMMOCTH TOBTOPAIOT 10 NOCTOSHHOA Maccwl. Turedn
0XJ1aXK1al0T B KCHKATOPE H B3BELIHBAIOT. Y OblJIb MAcChl TOUHO COOT-
BETCTBYET IIOTE€pe CTEeXHOMETPHYECKOH KOHCTHTYUHOHHOH BOAH TéTH-
ToM nau Jenuaokpokntom. Koandecro keresa C (B %), crazanuoro
€ THIPOKCHIAMH, PACCYHTLIBAIOT Mo Gopmyie

‘ C — 62)07-5-100/m,

rae 6,2007 — nepecueTHblll Ko3(pGHUHEHT, paBHblii OTHOLIEHHIO MOJe-
KVJISIDHOM Macchl eJde3a B THAPOKCHIAX JKede3a K MOJeKyJsapHoi
‘Macce Boabl; 5 — pasHocTh B Macce Mexay Bropeim (280—400 °C) u
nepBeiv  (200—280 °C) npokaauBanueM, I M -—Macca HaBeCKH py-
I, T.

2.4.6. Onpesenenne Hxeje3a reMaTHTA B NMPHUCYTCTBHH
JerKkOpacTBOPUMBIX CHJAHKATOB

: Hagecky 0,2—0,5 r momewawr B crakan BMecrumocTbio 100 m.,
- npubasasior 20 ma 2,5M pactsopa HNOs, comepxaumero 1 % NH4F
1 2% KoCr:0;, u canabo kunatsat B tedene 3 muH. [Ipn stom Jerxo-
- pacTBOpHMbie MHHepaJbl nepexoast B pacteop. HepactBopummiii oc-
TATOK CJAMBAIOT HAa (DUJABTP, VIEP/KHBAs MArHUTHYIO Qpakuuio Ha JaHe
crakana mardutoMm Counesa. [las mepeyncTKH MaruutHylo ¢paxkunio
" HIepeHOCAT Ha YacoBOe CTEKJO, AOTHPAIOT NeCTHKOM H CHOBa MoJABepra-
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10T TUlATENRHOH MarHuTHON cemapauun. B moayuenHolt marsuTHOM
dpakunu onpeneasiior Keneso Mmarterura. Hemaruuruyio dpaxunio
cobupaioT Ha Guastp, npomeiBaior 2—3 pasa 0,6M HNO,, 3atem ro-
psuell BOAON A0 HCUE3HOBEHHS JKEJTOH OKpackKH OHxpoMara KaJjus.
DuabTp BMeECTe ¢ OCTATKOM O030JSI0T H ONpenejsioT Kele30, COOT-
BETCTBYIOLILEE TeéMaTHTY.

2.4.7. Onpejtesienne MHHEPAJIOB JKeJe3HbIX PYA
PEHTreHOIU(PPAKTOMETPHYECKHM MeTo/10M

MetoanKka pekoMeH/10BaHa /I KOJHYECTBEHHOTO ONpeaeIeHns MH-
HepajJoB B JKEJNE3HLIX PyAax pasHoro THIa NpH HX coaepxauuu ot 1
no 100 9% (paspaGorana W. B. Kupnuenxo. Hucrpykuns HCMMH
Ne 10-P). Oua ocuoBana Ha HHAMBHAYaJbHOCTH AH(PPAKUHOHHBIX Kap-«
THH KaK/J0# KpHcraainuyeckoil $asbl M 3aBHCHMOCTH HHTEHCHBHOCTEH
nx audpakiHOHHBIX OTpaKeHHi oT cogepkauns dassl B npobe. Cy-
LleCTBYIOT JIBa BapHaHTa KOJHYeCTBeHHOro (pasoBoro ananusa: a) noJ-
HBIH — ONpeAessoT Bce MHHEPAJBl JKeJe3HblX pya; 6) Henoauwii (uac-
THYHBIH ) — NPOBOJAAT ONpejielleHHe OTAebHEIX MHHepaJoB.

Hana onpeneneHnsi coieprKaHusi BCeX MHHEDAJOB JKeJIeaHBIX Pyl
HCTIONB3YETCsl MEeTOJHKa ToJIHOro pacuera n-asHoit cuereMbl. B 006-
leM caydyae HaJoXeHHs NHKOB B 7n-(DasHoi CcHCTeMe paccesiHHe KaikK-
Noit ¢dasel Oyner BJAHSATL Ha HHTEHCHBHOCTb BbIGPAaHHBIX aHAJIHTHYe-
CKHX NHKOB. Torja KOHUEHTPAUHH H HHTEHCHBHOCTH AH(DPAKLHOHHBIX
MaKCHMYMOB OYIAyT CBSI3aHBl Mexay co00H ypaBHeHHAMH BHJA:

Cd (Sinarn—1) + CB: (Sipttin—an) + ... +CuPn(Sin—am) =0, (12)

rie S;n — oTHOlleHnne HHTeHcHBHocTell (hasbl ¢ HomepoM 1—1, u (daswl
c Homepom n—In; ain, ..., am; Bi, ..., Pon— KoadduUMeHTH NPONOP-
LLHOHAJBHOCTH, YYHTBIBAIOlLHE B3aHMHOe BJAHsAHHe (a3, YCJIOBHS CheM-
ki andpakrorpaMm H (H3HUYECKHEe CBOHCTBA MHHEpaJoOB.

Jlas onpejneneHusi n-KOHUEHTpaUHil nogayvaior n—| ypaBHeHue Bi-
aa (12) n ewe oxno ypaBHenue u3 ycaoBusi: C+ Co+Csi+...Ch=1.
DTO ycJaoBHe NpeAnoJaraer HaJHuYHE B CHCTEME TOJBKO KPHCTAJJIHUe-
cKHX ¢as, PuKCHPYeMBIX [pH KauyeCcTBEHHOM aHanauie. B ciayuae or-
CYTCTBHUSI HANOKEeHHSI NHKOB B HHTEHCHBHOCTb KaXKJI0ro M3 HHX BHOCHT
BKJax Jullb ojfHa asa. Toraa kosd@HIHEHTH NPONOPUHOHAILHOCTH
aj=0mnpH iwjua;=1 npu i=j, a cHcTeMa ypaBHEHHH AJs onpeie-
JeHHA KOHIUEeHTpaunu Oy/1eT HMeTb BHI:

SinpnCn—HC1=0;
SunfnCn— BsCo = 0;
(13)
Sr:-i,n3ncn—3n-tcn-| 0;
Ci' GGy = -0 =)

Pewasi 3ty cucremy u BBoas  oGoanauenus S, = [./I; B.i=PB./Pi;
1/C;—1 = P, nonyunm

n
5 S ri

—
A
g v

P = (14)



Ilo nafileHHBIM 3HAYEHHSAM HHTEHCHBHOCTH BBIOPAHHBIX AHAMHTH-
YeCKHX [HKOB H pAacCYHTAHHBIM 3HaueHHAM Kospduuuentos fr no
dopmyne (14) BuuHCAAIOT cojeprKaHHe KaxK10i das3sl B npode.

Hasi pacuera kospduunentoB Br; HeOOXOANMO HMETb YHCTHIE MH-
HepaJbl, BXOAALIHE B COCTAB AAHHOIN Pyl

Bri = BelBi = Trowr* [Ty

rae fro, lio, wr*, Wi HHTErpajblble HHTEHCHBHOCTH H MAaccoBBIie KO3(-
GHIHEHTHl MOTVIOLULEHHA MHHEPaJl0B, BXOAAUIHX B poly.

Jast mo6bIX ABYX MHHepaJoB 3Haueuusi Koapdnuuentos fr; MOKHO
Onpeae/INTh, 3Hafd HX KOH[LEHTpauHH Cr H Ci H OTHOWIEeHHe HHTCHCHB-
HOCTel HX aHAJHTHYECKHX MHKOB Sy

fri = SnCi/Cr.

Ana/u3 cBOANTCA K 3aMepy WHTerpa/bHoil MHTEHCHBHOCTH aHaju-
THYECKHX NHKOB, BBIOPAaHHLIX NMPH TMPOBeJeHHH KauyecTBeHHOro (aso-
- Boro anaausa npod. [locrosnnblie Koah(HUHERTBI pacCUHTHIBAIOTCS 1O
HCKYCCTBEHHBIM CcMecAiM. 3HaueHHS HHTErpaJbHBIX HHTEHCHBHOCTEH H
kosthduiienTos BeoaaTr B IBM aaa noayuenust paccuuTaiHBIN 3Ha-
YeHHI KOHLEeHTpaluuii MHHEepaaoBR, BXOAAUIHX B npoly.

st npoBejennst KOJHYeCTBEHHOTO PeHTreHo(a3oBoro anaansa ze-
JIe3HbIX Py HeoOXoAHMBI cjeaylolilie ycJoBHs: npoba H HCKYCCTBEH-
Hble CMEeCH H3 YHCTBIX MHHEpaJoB M0JKHbl OBITh H3MeJb4YeHhi 10 pas-
Mepa yactuil 20 MKM ¥ TUlaTeJabHo nepemelnanbl. Bee dassi, Bxous-
HIHe B COCTaB aHan3UPyeMoro BelllecTBa, AOJAKHB ObITh KPHCTAJIH-
YECKHMMII H J1aBaThb UYETKYI0 AHPPAKUHOHHYIO KapTHHY, YTOOH MOKHO
Gbl10 HaliTH CBOOOAHBIE OT HAJOXKeHHsi aHaquTHueckue nukh. Cymma
- Bcex onpezeasieMblx (asz aonxua 6eite pasua 100 % . Beanunna ua-
BEeCKH /5 cTaHIapTHOH KBapueBoi KioBerhl npuctaBku I'Tl-4 nudpax-
toMerpa [dpou-2 cocraBaser 0,8 r.

Ha nmpaktuke ualle NpUMeHAOT 4acTHYHBIN KOJHYECTBEHHBIH DeHT-
reHorpacuyeckuii Gas3oBbii aHAAH3 MO METOJY BHYTPEHHEro cTaHaap-
Ta, OCHOBAHHOMY Ha BBeJIEHHH B aHAJH3HPYeMYIO npoly cTaHAapTHOrO
BemtectBa (a-AlyOs) w maxokaennn Kouuestpauwu i-it dasst  (C))
‘H3 (hopMyJIBl

Ci ="Kl L.

rae I; u lc; MHTEHCHBHOCTH aHAJHTHYECKHX AHMPAKUHOHHLIX IHKOB
i-it ¢aspl u crannapra; K; — ko3ppuuneHT nponopuHoHaJbHOCTH, KO-
TOPHIii HAXOAAT 3KCNEPHMEHTAJbHO MO AaHHbIM 3amepoB /; u [e; B pe-
aJbHLIX NPo6GaxX HJH B HCKYCCTBEHHBIX CMECSX € M3BECTHLIM coOjeprKa-
HueMm i-H asbl U cTangapra.

BapuantoM MeTola BHYTpPeHHEro craHiapra siasiercs merol Yan-
ra, B KOTOpoM MaTpuuubli spdexr cuumaercs sBenennem B K; cocras-
Js0lLell, PaBHOA COOTHOLIEHHIO HHTEHCHBHOCTell aHaJuTHYecKHX ped-
JeKcoB aHaausupyemoil ¢aswl u cranjaapra B cmecax (l:1), B cayuae
HCMOJb30BAHHSA B KauecTBe CTAHAapra KOpyHAa 3Ta NONPaBKA HOCHT
HA3BaHHE «KOPYHA0BOrO YHCJAa».

MeTo/1 BHYTpPeHHEro cTaniapra NPHMeHHM Kak AJst MoJHOro anaJu-
3a, TaK W AJdA onpejeseHns cojepanns oanoi-asyx ¢as. Ipn Hu3kux
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cojepaKanusx onpeneasemoil hasul (Ha nopore obHapyxenusn) pasdas-
JeHye Mpobbl CTAaHAAPTOM HexenaaTenbHo. B atoM cayuae npenoyTH-
TeJeH MepBLIH MeTol.

3. MAPTAHEL

Maprasen NpHHALJEHKHT K JOBOJLHO PACIPOCTPAHEHHBIM 3JeMeH-
TaM. Ilocne Kesesa mapraHell caMblii paclHpoCTPaHEeHHBbIH M3 TSAMKEIbIX
metanaos. Ilo cpeaneMy coiep:kaHHIO B 3eMHOH KOpe, KOTOPOe COCTaB-
asier 0,1 %, mapramel, npeBocXoJIHT Bce TsizKeJdble MeTaJJibl, YCTynas
TONBKO 2KeJse3y. 3HauuTeNbHOe KOJHYeCTBO MapraHlla HaXoAHTCH B
rOPHBIX NoOpofax B paccestHHoM coctosiiuu. MaeectHo okoso 150 mune-
PaJoB Mapraiua, U3 KOTOPhIX JHIIb HECKOJBKO HMEIOT NPOMLIIJIeHHOE
3HaueHne Kak pyjaoobpasyoowine. K takuMm mMuHepa/jaM OTHOCATCHA I1iH-
pomosut B-MnO,, 6Gpaynut Mn(Mn, Si),04, rayemanur Mn?2*Mng®+0y,
mauranur MnOOH, sepuagnt MnO,-Hy0, ncunomenan (Ba, Hs0),
Mn;s0o, pogoxposur MnCQO;, posonnt MnSiOs, Gycramur CaMnSiyOe.
HauGosee pacnpoctpaneHbl H3 3THX MHHepasoB 0e3BOJAHBIE H BOJHBIE
OKCHIbLI Mapratiiia i KapooHaThl.

B TBepioil ¢ase npuHpoAHBIX coeJHHeHHH MapraHua MOTYyT OHIThb
JuiL Houkl Mn?t y Mn*t, coemuuenns e ¢ Mn®* xpaiine maso Bepo-
ATHH [7]. DToT BBIBOA GBI c/leNaH Ha OCHOBaHHH OOCYXKAeHHS AaH-
HbIX (H3HUECKHX 3KCNEePHMEHTOB H TEOPeTHUEeCKHX PacueToB VCTOHYH-
BOCTH PAa3JHUHBIX BaJEHTHRIX cocTosHHE Mapraxua. Crpoenne 3s/exr-
pOHHON 06GOJOYKH aTOMAa MapraHua oOyCJIOBJIHBAET TO, YTO COCTOSHUS
MapraHia B CTeNeHH oKHcjeHuss +2 u +4 sHeprerudecks GoJlee BBI-
rOJIHBI, 4eM B CTeleHu -+ 3.

Mapranuessie pynsl, n1oouBaembie B CoBerckom Coloze, oTIHUAIOT-
¢l GOJIBITMM pasHooOpasneM MuHepaabHoro cocraea. Ilepsrii nHaubo-
Jlee BAXKHBIH MPOMBIIJIEHHBI THII MapraHieBLIX PYZA — INepPBHUHOOKHC-
lible PyAbl, B PYAHOH HacTH KOTOPHIX npeobianalor MHPOJIO3HT, MaH-
IaHUT, ICHJAOMeNaH, pexe OpayHuT, raycmanut. M3 oxkucueix pyna ciue-
JIYET BBIAEJNUTb BbICOKOKAYECTBEHHbBIE YHCTO NHPOJIO3HTOBHIE  PYIHL
Bropoit Tl — kapGoHaTHble PY/Ibl, OCHOBHBIMH PY/HBIMH MHHepaJaMH
KOTOPBIX SIBJASIIOTCSI POJAOXPO3UT, MAHIAHOKAJBIHT H OJHroHUT. Tpernit
THT — PHIXJble GochopHcTHE OKHCJAeHHBIe PYAHL, COAepIKaLlie IpeHMy-
IIleCTBEHHO BEpPHAAHT H IcHJoMeaaH. YUeTBepThl THN — CHIHKATHLIE
MapraHueBble PyAbl, B KOTOPLIX INpeo6.1analoT PoJOHHT, 6VCTaAMHT H
MapraHuosucTbie rpanatel. CHJAMKaTHBIE PYAbl He Tojjalores obora-
IIEHHIO H HAXOAAT B OCHOBHOM TNPHMEHEHHEe B TIPOMBIIIIEHHOCTH CTPOH-
TeJlbHbIX MaTepHaJloB.

Hapsiay ¢ cofcrBeHHO MapraHIeBLIMH pydaMH, B KOTOPHIX Mapra-
Hel npeobjazaer Haj Ke/e30M, CYLIeCTBYIOT IKeJle30-MapraHieBhle
PYABI, cOEpHaHHe MapraHiua B KOTOPBIX CHJIbHO KoJeGaercs [42].

Mapramen Mn — XxuMuHuecKHil 3JeMeHT N0O0YHOH NOJATPYNNLl Celb-
MOIi Tpynnbl nepuojanueckoil cucremsl saementos . M. Meuneneesa.
Ero nopsiikossiii nomep 25, aromHas macca 54.94.

Mapranen nmeer oJHH CcTaOHJABHLIA MPHPOLHBIH m3oTom *Mn. M3
paZHOaKTHBHBIX H30TONOB HaHGoJee YacTo Henoabdylor $Mn, kotoperit
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pbpasyerca no peakunn ¥Mn(n, y)®*®Mn B sizepHom peaktope. Peak-
i oOpasoBaust H3otona *Mn ucnosb3yeTcss B HeHTPOHHO-aKTHBAILH-
HOM MeTOJe ero onpejeseHHs.

HeBo30y:x1eHHblil aToM Mapranua obJajgaer cjaeaylolield 3/eKTPOH-
ii Konburypauuei 1522s22pf3s23p63d°4s2.

Mapranel, nposiBJAsieT MaKCHMaJbHYIO CTeNeHb OKHcaenua +7 u
HHAMAJbHYI0 +2. CaMBIM YCTOHUHBBIM BaJEHTHBIM COCTOSHHEM Map-
Hia siBasiercs +2. Ha cBolicTBax atoma Mapradina nposiBiaTh Ime-
MEHHYIO CTENeHb OKHCJEHHSI B 3aBHCHMOCTH OT YCJOBHH peakuni
OBaHBl THTPHMETPHYECKHE METOJLl ero OnpeneJieHHs.

~ Mapranen o6pasyer yeTbipe npocThix okciaa (MnO, Mny0;, MnO;,
MnyO;) u oaun cmemanusii okeng (MnsOy, nan MnO-Mn;0;:). Ilep-
e 1Ba OKCHAa HMEIOT OCHOBHOH  XapakTep, AHOKCHI Maprasua
MnO; — amdorepusiit. Bricemy oxcuay mapranma MnyO; coorsert-
ByeT Mapranuesas kucaora HMnOy, npunansexauias K 4HCJIY CHJb-
X kucaot. MaBectHn Takxke npousBoanele Mapranua (VI), vo coor-
ercTByOmHH okcug MnO; ne noayuyed. B npaxkTHYecKoOM OTHOIIEHHH
noosee BaxKHbl coeanHenus Mn (IT), Mn(IV), Mn(VII).

. uokena mapranna MnO; —mnauGosee ycTOHYHBOE CcOeIHHEHHE
apranua. O Jerko o6pasyercsi IPH OKHC/JEHHH HH3IIHX COeAMHEHHI
prafua ¥ NMpPH BOCCTAHOBJEHHH BHICIIHX ero coeinHenuil. I'mapok-
m mapranna (II) Mn(OH). ocaxpaercss mpu JeficTBHH eIKHX Iile-
ueii Ha pacTBOpH codeit mapranua (II). Ocanmox nerko pacrBopsier-
B KHCJIOTaX, HO He pacTBopuM B mlenouax. Ha Bosayxe ocanok
CTPO TEeMHEeeT, OKHCJssCch B Oypblil rHApaT JHOKCHJIA Mapranua
in (OH) 4.

IlpousBesenne pacrBopuMocT ruapokcuaa mapranna (II) pasmo
10713, moanora ocampaenns nocturaercs npu pH 10,4, Tlpakruue-
‘HepactBopuMmulii B Bofle Mn(OH). sBafercs ocHOBaHHEM H TIPH
HMO,E{CﬁCTBHH C KHCJIOTaMH JIETKO AaeT COOTBETCTBYIOLLHE COJH Map-
anua (II), GosbMIHHCTBO KOTOPHIX XOpolIO pacTBopuMo B Bote. M3
IpyaiHOpacTBOpHMEIX coJieit mapradna (II) caeayer ormeruts MnCOs,
Mn;(POy)2-7THO u MnS. Conn mapranna (II) yeroiiuusbl B KHCJOH

Hanayumas BecoBass ¢dopma npu omnpeleleHnn MapraHia rpasi-
[eTpHuecKiM MeToaoM — nupodocdar mapranna MnyP;07, kotophiii
fofyuaeTcss TPH NPOKAJHBAHHH JABo#HOro Qoctara mapranua n au-
orns NH;MnPO,4-H,O npu 1000—1050 °C [32].

Hs coaeit mapranua (VII) nanGoubliee 3HaueHHe HMeeT [HepMaH-
fagat xkadust KMnOy PacrBop mepmaHranara KaaHs TeMHO-MaJHHO-
BBlii, a npu GoJblINX KOHUEHTpauusx — Quoseropsiii. Ilepmanranar
JIHS — CHJbHBIH OKHCAHTENb (HOpMaJbHbI moTeHunana Eq pasen
1 B). Ou Jserko okHcJseT MHOTHe OpPraHHuecKHe BelllecTBa, yKeJe-
(I1) oxucaser mo xenesa (II1), cepHHCTVIO KHCAOTY B CEPHYIO, H3
SAHO KHCJOTH BbIleAsieT XJOp H T. 4. XapakTep OKHCJEHHSI 3aBH-
MT OT cpeZabl, B KOTOPOii oHO mperexkaer. B kucaoit cpere mapra-
1 (VII) BoccTanaBauBaetrcs no mapranua (I1), B nefirpaistofi uan
eqouHoii — no mapranuna (IV), a B npHeyTcTBHH KoMmmJexcooOpa-
OlHX BelllecTs, Hanpumep nupodochaToB LIeNOYHBIX MeTaJJIOB, —
3ax. 405 65



a0 mapranua (I11), Kak sneprudnblii OKHCJIHTENL NEpMaHranal Kaans
LIHPOKO NPUMEHAETCs B XHMHUYECKOI NpaKkTHKe.

Pasjlen aHaJAuTHYeCKOW XHMHH, OCHOBAaHHBIH Ha NPHMEHEHHN Iep-
MaHranaTa KaJHs Kak THTPHMETPHYECKOro peareHTa, MOJY4HJ Ha3Ba-
Hue nepmanranatoMmerpun. [lepmanranat Kauaus npuMeHseTcs s nps-
Moro u ooparioro THTpoBakHs. [IpAMBIM THTPOBaHHEM TIEPMAHTaHATOM
MOTYT OBIT ONpeleleHbl CypbMa, Mapradel, BaHaauii, BoJabdpam,
VpaH, TajadHi, XpoM, UepHii H Apyrue ajeMeHThl [20].

Mapranen, — xopownii komnaekcoobpasosateab. Haa wmapranua
H3BECTHBLI KOMILJIEKCHI, B KOTOPBIX OH HAXOMAHTCA B CTCHEHH OKIICIEHHS
or Mn (VII) no Mn (I). Or Mn (VII) u Mn (VI) o6paayiorcs nep-
MaHraHaTbl H MaHraHaThl.

XapaxkrtepHbim cBoiictBom Mmapranua (VII) seasercs (uoseroBo-
KpacHas okpacka ero HoHoB MnO;~. 3To CBOMCTBO J€KHT B OCHOBE
(hoToMeTpHUECKOTO MeTo/a ONpe/eleHHsl Maprasiia B pasjHyHEIX 00hb-
eKTax.

HOas  Mn  (IIT)  wusBectHnt  Kommiekcsi  Mes[Mn(CN)gl,
Me[Mn (C304)3] u ap. B xuMuueckoM anajinse uallle BCET0 HCNOJb3Y-
10TCs  KoMIJleKcHble coeiunHenuns wnowoB Mn  (I11) ¢ dropugom
Me (MnF;) (kucaaa cpena), nupodocparom Me [Mn(H:P,0;):]
(Hefitpasnbuas cpena). Ha peakunn xomniekcooGpaazosanua Mn (TIT)
¢ (propua-woHoM H nupodocdar-HOHOM OCHOBAHBI (PHIHKO-XHMHYECKHE
MeTO/bl onpejeseHHsi MapraHua (moTeHIHOMeTPHYECKHH, aMmepoMer-
pHYecKHil, nonaporpaguueckuii) B pasJHuYHBIX 00beKTaXx.

O6pasoBanne KoMILIeKCHBIX coeaunennii wonos Mn (II) ¢ wowm-
maexconom 111 aeXHT B OCHOBE KOMIIEKCOHOMETPHUECKOTO MEeTOAa Of-
penenenns mapranua (pK kommiaekca [MnY]?~ pasna 14,04). Onpene-
JeHHe TPOBOAAT NpAMBIM THTpoBaHKHeM KoMitekconoM II1 n oGpaTnpim
TUTPOBaHHeM u30uiTKa Kommaexkcona IIT pacrsopamu coaneit Mg, Zn,
Co (IT), Hg (II).

Housl mapranua (I1) oGpasyior 6oJbloe KOAHUECTRO KOMIJIEKCHBIX
COEAMHEHHIT ¢ OPTaHHUYECKHMI pPeareHTaMm, H3 KOTOPHIX Hanbo.ee NpH-
MEHHMbl B aHaJUTHYECKON XuMuH KoMmmjercel mapranma (II) c dop-
MaJbJ0KCHMOM H JAHITHIIHTHOKAPOAMHHATOM HaTpPHA.

[Ipn ucnapennn u BO3GYMACHHH HEHTPAaJbLHBIX WJIH HOHH3HPOBaH-
HBIX ATOMOB Maprasla B YroJbHOH JAyre HJIH HCKPe 3JeKTPHYeCKOro
TOKa BO3HHKAIOT JiHHefuaTble CNeKTPhl, COCTOALLHE H3 BOJBIIOTO YHCAa
JHHHI, U3 KOTOpbIX HanbGoJee MHTEHCHBHBIE PACHOJOMKeHH B YJabTpa-
tuomerosoil o6aacrn (I 279,48; 1 279,827, 1 280,106). B psiay aeryue-
CTH CBOOO/HBIX 3/JIEMEHTOB B YTOJLHOMH Jyre MapraHell pacrnoJoxeH mo-
cJle CBHHIIA M Ta/UIHA H N0 CKOPOCTH HcnapeHus OAH30K K cepedpy,
0JIOBY, ME@IH H OTYACTH Kejae3y, KoOaJbTy, HHKEJIO H rpylne peikux
MeTa/l10B: HH/IHIO, TepMannio i raaanio, OKenas 1 cyJbuaL MapraH-
1la BOCCTAHABJMBAIOTCS B YroJbHOR Ayre J0 MeTa/JIHIeCcKOro MapraH-
1a, a KapGoHaT Mapralua pasJjaraercs ¢ oOpasoBaHHeM OKCHIOB Map-
ranua. [lorenunan ofHOKpaTHON wonuzaunu pased 7,43 3B, aBvkpat-
Ho#i wonuzaunu — 15,64 3B [37].

[lpn atomMuzaumu coefHHEHHii MapraHia 8 BLICOKOTEMMEpaTypHOM
NJIaMeHH aToOMbl MapraHila NorjoualoT CBeT XapaKkTepHo# JUTHHbLL BOJI-
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pi. Ha u3Mepenun MHTEHCHBHOCTH H3JYYeHHS HJH HOTJOLIEHHS CBeTa
CHOBAHBI SMHCCHOHHBIH CMEeKTpaJbHEN U aTOMHO-a6copOUHOHHBIE Me-
oAbl ONpeJeseHHs] Mapraua.

Ilpn aToMHO-aGCOPOLHOHHOM OmNpejeleHHH MapraHia HCNoJb3yloT-
HanboJlee HHTEHCHBHLIE pe3oHanchblie aunuu: 279,4; 279,8 um [39].
GJyueHHe MapraHeIcojepxKallero MaTepHajia PeHTIeHOBCKHMH JIy-
gaMH HJH BO3JeHCTBHE HAa HEro IYyYKOM 3JeKTPOHOB BBICOKOH 3HEprui
BI3EIBACT PEHTreHOBCKOe H3jydenne. Ha wuaMepeHHH HHTEHCHBHOCTH
PAKTEPHCTHYECKOTO H3JYYeHHSI OCHOBAH PeHTreHOCNeKTPaJbHbIH Me-
tojil onpefenenns MmapraHua. Onpeielende MapraHila 3THM MeTOA0M
MPOBOJAAT TOJBKO IPH BHIIOJHEHHH MHOrOKOMIIOHEHTHOTO aHa/IH3a.

Hs sinepuo-(pu3HyecKHX MeTOAOB ONpefelleHHS Mapranua B aHaJi-
¢ MHHepPaJbHOrO ChIpbsl NpUMeHsieTcsl (DJIyOpecUeNTHBIA peHTreHopa-
HOMETPHYECKHH METO/l, OCHOBAHHEIH Ha perHcTpallH HITeHCHBHOCTH
apaKTepHCTHYECKOro H3NyueHHs, BO30YX/1aeMOro ¢ IOMOILbIO TIepBHY-
Oro M3Jy4eHHsl OT paJHOAaKTHBHOTO H3oTona. Pentrenopajauomerpuye-
Wit MeTox oOJafaer HA3KOH UYBCTBHTENLHOCTDLIO M 3ABHCHT OT XHMIH-
€CKOro cocTaBa NpoObl, MOSTOMY MOMKET OBITb HCIOJb30BAH, B OCHOB-
OM, 11 SKCIPECCHLIX ONmpefc/eHHH Maprania B OJHOTHIHBIX TPO-
AVKTaX.

~ Anajus NpUPOAHBIX OOBEKTOB, COJAep:allHX MapraHell, H aHaau3
MPOAVKTOB TEXHOJOrHYecKoil mepepabOTKH MapraHueBbIX PYA OXBATbI-
BAIOT MHTEPBAJ coflepikanuii mapranna ot n-107% xo 60 %.

B macrosiiiee BpeMs aHaAHTHUeCKas XHMHS Maprafna J0CTATOYHO
XOpoo H3yyeHa W NPAaKTHUCCKH HET 3aTPYAHEHHH NPH ero onpejesne-
HHE BO BceM HHTepBase coxep:kanuil. Jlng 3Toro Moryt GhiTh HCTOJB-
30BaHB XHMHUeCKHe, (PH3HKO-XHMHYECKHe H (PH3HUECKHE MeTO/Ibl.

3.1. XuMHUYeCcKHe MeTObl Onpele/eHnsl Mapraiua

3.1.1. Pasnoxenne MapraHencolepxamux Mopo,
PYA M MHHEDAJOB

Ma“prauueabxe MHHEpaJbl XOPOIIO PAacTBOPAIOTCA B KOHIEHTPHPO-
BaHHOH COJISIHOH KHCJA0Te, BOCCTAHABIHBAIONIEH CcOelHHEHHs] MapraHua
DOJiee BBICOKOH CTeleHH okucsenust 1o maprauua (IT), npu stom Boize-
AsieTcsl XJI0P, KOTOPHI M3 pacTBopa yaansiercs kunsiuenueM. CojaHas
KHCJIOTa OJIHOBPeMEHHO SIBJIfeTCA JAYUIIHM PacTBOPHTEJSEM IJIsi MHHE-
)aJIOB JKeJsle3a, 4acTo CONYTCTBYIOUIHX OKcHZaM Mapranna [2, 13].

. Cepnas n asorTHasi KHCJIOTH PACTBOPSIIOT MHHEpaJbl, coleprkallie
OKCHILI Maprasiia, TOJbKO B TPHCYTCTBHH BOCCTaHOBHTE/EH — MeDOK-
Hla Bojgopoia mau ceprucroft kucaorsl [2]. IMoauoe pasioxenne Kue-
OTaMH NPOHCXOAHT TOJNBKO NPH aHaJH3e YHCTHIX MHHEpaJoB MapraH-
a. [Tpun ananuse MapraHueBBIX Py HEPAaCTBOPHBLINIICSH OCTATOK MoOC/e
6paboTKH KHCA0TON OTQHILTPOBLIBAIOT, TPOMBIBAIOT, POKATHBAIOT H
M1aBasoT ¢ conoit. [11aB pacTBOPSIOT H NPHCOETNHSAIT K OCHOBHOMY
Pacteopy.

B saBucumoctn or Meroaa, mpHMeHsieMOro /s KOHEYHOTO OMpeje-
JIeHHs Maprasua B pacTBOpe, NMPH Pa3JoXKeHHH MapraHieBbIX PYI He-
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00XOAHMO BBOJHTb OKHCJHTEJNb AJ51 OKHCJAEHHS JKeJe3a W NMOJHOro pas-
pYlIeHHsT OpraHHyYecKHX BelLeCTB MJH Mepe] pasioxkKeHHeM HaBECKY
pvabl mpokaauBath npu 600 °C. Pyawl, comep:Kallne CHAHKATLL Map-
rafila, pasjaraloT CMechlo KHCJAOT ¢ aoGaBjeHneM (GTOPHCTBIX coJjeil
HJH TIPOBOJSIT CNJIaB/eHile HABeCKH ¢ COJI0H W ClJIaB pasjaraloT asor-
HOH KHCJIOTOH B NPHCYTCTBHH MEPOKCHIA BOAOPO/A.

MapraHnuesble pyabl OYeHb THIPOCKONHYHbBI, MOITOMY Pe3yJbTaThi
aHalu3a HYKHO OTHOCHTb K HaBecke, BbicymenHoit npu 105—110 °C.
Jas nojydeHHs CONOCTABHMBIX Pe3VJbTaTOB cleiveT OAHOBPEMEHHO
C HaBeCKO#l AJsi onpejleleHHs MapraHua OpaTh HaBeckH (B Tpex ma-
paasenbHBIX) AJs ONpejieJeHHs THrpockonnueckoil saaru. Ecan Geper-
Csl HEeCKOJIbKO HaBECOK /Jsi ONpPeAeseHHs] OT/AeJNbHbIX KOMIOHEHTOB, TO
BCE OHH J10JIKHBI ObITh B35THl OAHOBPEMEHHO ¢ HABeCKaMu /s onpeae-
JEeHHSl THIPOCKONMHYECKOil BJAarH.

3.1.2. FpaBumerpuyeckoe onpenesieHHe MapraHua

I'paBuMeTpHYeCKHe MeTO/bl TPEOYIOT NMpeABapHTENbHOT0 OTAeeHHs
MOYTH BCEX CONYTCTBYIOULHX METAJJOB H [103TOMY /JIHTEJNbHbl H TPY-
JoeMkH. B macrosiliiee BpeMsi rpaBHMeTpHYECKHE METO/Lbl PeLKO NpH-
MeHSIOT [Jid oNpejeJeHusi Mapraiia B py/jax.

M3 rpaBuMeTpHUECKHX MeTOA0B ONpejeseHHs MapraHua HaunboJee
TOUHHIM siBAsieTcsl mupodocdatuuiii merox [2, 18, 32], ocHoBaHHLI Ha
ocakaeHuu Mapranuna B Buae (ocdopuokucaoii conm coctaba
NHsMnPO; c¢ nocieaywiium npokanusanuem npa 1050 °C  no
MngP;0;. Ocaskiende npoBoAsT H3 HEHTPAJbHOrO HWJAH caadoavMmuay-
HOro pacTBopa B NPHCYTCTBHH H3OBITKA AMMOHHHHBIX COJIEH, IIPH 3TOM
TpebyeTcsl NpeiBapHTeqbHOE OTAEJEHlie MapraHilia or CcOlyTCTBYIOMIHX
sa1eMeHTOB. OGLIYHO MapraHen, OTAENSIOT B BiJAe AHOKCHAA MapraHila
MnO, u nocje ero pacTBOpeHHs Oca)ka1aloT ABOIHHON docdhar mapraH-
11a U aMMOHHS.

3.1.3. TuTpumeTpuueckoe onpejelieHHe mapraqua

M3 THTpHMETPHUYECKHX METOAOB ONpejeeHHs MapraHiua HauboJb-
lilee MPHMEHEHHe B aHAJH3e MHHEPAJbHOTO Chipbfi HAXOAAT METOHI,
ocHoBaHHble Ha okuciaennn Mn (IT) ao Mn (VII) u Mn (II) mo
Mn (III).

3.1.3.1. Onpenenenne mapravua, OCHOBaHHOE
Ha okucaennn mapranua (I11) po mapranua (VII)

31ech paccMOTPEeHbl METO/bl, KOTOpPble B 3aBHCHMOCTH OT HpHMe-
HAEMOrO OKHCJIHTEeJs MOJYUH/JH Ha3BaHus BHCMYTAaTHBIN, nmepcyJasdart-
HO-cepeOpAHLI, NepHOAATHEI.

BucMyTaTHb i MeTO0 /1 OCHOBAH Ha OKHcaeHHH mapranua (IT)
0 MApraHIEeBOH KHCJIOTH M30LITKOM BHCMyTaTa HaTpHS B a30THOKHC-
JOM HJH CePHOKHCJIOM pacTBope:

2 Mn (NO3). + 5 NaBiO; + 16 HNO3 = 2 HMnO, -+
+ 5 Bi (NO,); -+ 5NaNO, + 7 H,0.
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~ HM30biTOK BHCMYyTaTa HAaTPHS, He BCTYNHBIIEro B Peakiluio, oTuib-
OBBIBAIOT, NPOMBIBAIOT pa3baBieHHO a30THOH KHCJOTOM, npubasis-

OTMepeHHOe KOJHYecTBO pacTBopa coan Mopa (B u3bbiTKe) W THT-
0T H3OLITOK HOCJelHEero nepmanranatoMm kanaus. Omnpeneinenuio Me-
paloT KobOaabT, BaHaAuWii, XpoM, LIepHiH, a30THCTAs KHCJIO0TA, XJIOPHA-
H, OpraHiyeckne BellecTBa.

BucmyTartHBIl METOJ NPHMEHSIOT Pe/KO, TAK KaK OH sIBJseTcs TPy-
eMKHM BBHIY AJHTEJIbHOTO OTMBIBAHHS BCEro KoJHYecTBa MapraH-
0l KHCJOTHI OT H3OBITKA BHCMYyTaTa HaTpHA.
[lepcyabrdparHo-cepeGpAHBHN MeTOJ OCHOBAH HAa OKHC-
penun mapranua (II) mo mapranmeBoii KHCJIOTHL IepcyibdaTom ammo-
si B NPHCYTCTBHH a30THOKHcJAoOro cepefpa M THTPOBaHHH ee CTaH-
PTHBIM PacTBOPOM MNOAXOAALLEero BoccTaHoBHTead. OkHcleHune mpo-
AAT B ropsiueM pa30aBieHHOM a30THOKHCJIOM HJH CEPHOKINCJ/OM pac-
rBope, cojepxxatleM pochopHy0 KHCIOTY.

- Peakuus okncieHnsi MoxKeT OHThb BbipayKeHa C/elylOUIHM VpaBHe-
HEM:

2 MnSO, + 5 (NH,), S.04 + 8 H,0 = 5 (NH,): SO, + 7 H,SO, + 2 HMnO,.

OxucieHne MapraHia B MapraHleBYI0 KHCJOTY mepcyabatom am-
HS B TNPHCYTCTBHH a30THOKHCJIOrO cepefpa NpoTeKaeT cryleHya-
— Mn (1I1) u Mn (1IV). Ilostomy nponecc okuc/leHnss HeOOXOIHMO
€CTH ¢ TaKoi CKOPOCTbIO, 4ToOBI onacHas 3oHa oGpasosanus Mn (III)
‘Mn (IV) 6wl1a npoiiZieHa BO3MOXKHO CKOpee B YCJOBHAX, IPH KOTO-
packucJeHde nepeyabdara HAET MAKCHMAJbHO OBICTPO. YCTaHOB-
0, YTO peaKlHsi OKHCAEHHS NpHOGpeTaeT MaKCHMAJbHYIO CKOPOCTh
,7—1,0M pacrsope HySO, npu konuentpanun cepebpa 0,05M n
nepatype 40—60 °C [29].

. Jlasi THTpOBaHMS MAapraHieBOli KHCJOTH HCIOJb3YIOT PACTBOPSI
DasTHUHBIX BOCCTAaHOBUTENEH: con Mopa, apceHHTa HAaTPHA, CMeCH ap-
eHHTA HATPUS C HUTPHTOM HATPHS, IEPOKCHA BOJOPOJA.

- Bapuant nepcyabdharHo-cepeGpsiHOro MeToja, OCHOBAHHOTO HA THT-
DOBaHII MapraHileBOH KHCJIOTH apCeHHTOM HaTpPHS HJM CMEChi0 apce-
HTa HATPHA C HATPHUTOM HATPHSA, He NPHMEHsSEeTCs NPH MAacCOBLIX aHa-
3aX BBMJY CyLlecTBeHHHIX HedocTaTkoB. IIpexie Bcero Meron nosso-
ET ONpeaeasiTh colepKanue Mapranua He Goaee 2—3 %. ITpu Goaee
BBICOKHX KOHIEHTPAUHWAX MapraHia KoHell THTPOBAHHS MOJy4aercs
{@OTUET/IHBLIM 13-32 OKpPallHBaHHA pacTBOPa MPOMEKVTOUHLIMH OKCH-
ami mapranna (I11) u (IV). Kpome Toro, THTpoBaHHEe apceHHTOM
TPUS NPOTEKAeT He M0 CTeXHOMETPHUECKOMY YPaBHEHHIO, BCJAeNCTBHE
1€r0 NPUXOAMUTCS NOJIb30BATHCST SMIOHPHYECKHM THTPOM.

HaunGospuiee npuMeHenne HAXOAWT BapHaHT Nepcyib(aTHO-ceped-
HOr0 MeToJa, OCHOBAHHOTO Ha THTPOBAHHH MapraHieBOfl KHCJAOTHI
cTBopoM coan Mopa HaH pacTBOPOM nepokcuaa Boaopoaa [2]

Ilpu turpoBanun pacrBopom HyO, ompenesnenuio memiaer KoOajbT.
poBepka 3Toro Meropa, nposegenHas A. B. Kpowkunoit u
M. Becconosoit (BUMC, 1969), nokasana, 4to, KpoMe Ko0aJjbTa,
PeJeneHHI0 TaKzKe MelllaloT XpoM, BaHaaui, Melb, BoJb(pawm, Keje-
0 (I1). Meton Moxer GBITH PEKOMeHI0BaH AJsl ONpejleleHnss MapraHs

69



a B pyaax [POCTOro coctaBa NpH ero copepxanuu ot 3 % u Gonee.
Ilpu TuTpOBaHHH MapraHleBOH KHCJAOTHI MOMKeT ObITh HCNOJb30BAH
Tak#e pacTtBop cosan Mopa.

Peaxtuser. 1. Cons Mopa, 0,1 u. pacteop. 39,5 r x. u. (NH,)2SO4-FeSO,x
X6H;0 pacreopsior B 1 & ancmmaanpoBankoii Boast # 30 ma HySO, (1,84). Turp
pacTeopa COJH MO[JE! yCTaHaB/JHBAWOT 10 nepmaHraHa'ry HJIH 6proua'ry KaJHusd,
B xonnueckyio xonby ormepuBaior H3 Gioperkn 10—25 ma 0,1 H. pacrsopa KMnO,,
zobapasior 5 ma HySO4 (1:1), 5 ma HzPOy (1,70), moBoasit obbeM pacTopa o
100 ma u THTpYIOT pacTBopoM cosiH Mopa 1o GJeAHO0-PO30BOit OKpackw. 3aTeM npH-
Gapasior 3—5 Kaneab (eHWIaHTPaHHIOBOH KHCJIOTH H THTPYIOT A0 Nepexofa po-
30BOJ OKPaCKH B CBETJO-3€/eHYI0.

2. TutpoBaHHBIL pacTBOp NepokcHaa Bojopoia. B MepHyio koafy BMecTHMO-
eroio 1 a1 BauBaior 500 ma aucruanupoBaHHoH Boasl H 100 ma HpSO4 (1:1) m xo-
pouo oxjamjaawoTr. 3ateM HeGoabwuMH mopunaMu BHocAaT 40 r NapOp; Kamaywo cae-
AYIOUYVIO [TOPIHIO Nazog BHOCSIT [OCJIeé PAacTBOPEHHA npenunymeﬂ H oXJaaaJaeHHus
pacreopa. CojepsumMoe NMepeHOCAT B CKAAHKY (OYTHIL) H3 TEMHOrO CTeKJa H pas-
GaBJasiorT 0 5 J AHCTHAAHDPOBAHHOH BoAOH. THTp pacTBOpa YCTOHYHB B TeueHHe
2—3 cyr.

Jlnsi ycTAaHOBKH THTpPa B KOHHYECKYIo Koaly BMmectEMocTbio 250 ma ormepuBa-
1or u3 Gioperkn 25 ma 0,05 wan 0,1 n. pactBopa nepmasranarta KaJaHS, THTP KOTO-
poro ycTaHOBJeH 10 OKkcajaTy Hatpusa, npuGasasior 30 ma HpSO; (1:2) m cefi-
qac e THTPYWT pacTBopoMm TepoOKCHAA Boaopoaa nmo HCYE3HOBEHH A [JO3OBOI.:I OK-
packH, He MOHBAAONIENCH B TeueHue opxod MuuyTtel, 1 ma 0,1 H. pactBopa KMnO,
cootsercrayer 0,0010986 r MnK=Vkmno, /V11.0..

ITpn THTpOBaHHH NPOGH KOAHYECTBO MUIJJIMJIHTPOB MNEPOKCHAA BOZOPOLA, H3-
pacxoJl0oBaHHOro Ha THTPOBaHHe, BbIpAKAKWT B MH/JIHAHTPAX pacTBOpa nepMaHra-
Hata Kammsa: Vm,0, K

Hagecky 0,1—0,25 r nomemamoTr B KOHHYECKYIO KOJIGY BMeCTHMO-
ctbio 250 Ma, cMauyHBAOT HECKOJBKHMH KaIlJsIMH BOJBI, NPHOaBJASAOT
5 ma HCI (1,19), 3 ma HNO;3 (1,40), 10 ma H,SO4 (1:2) u Harpe-
BAalOT 10 pPasJlOXKeHHS HaBeCKH. Ecau npoﬁa COAEPKHUT 3HAYHTEJbHOE
KOJIHYEeCTBO CHJIHKATOB, TO IIpH pPasJioXKeHHH n100aBasSI0T HECKOJbKO
kaneap HF wan 0,3—0,5 r NaF. Pacreop ymapusaior a0 06HIBHOTO
Bbl/le/leHHsT mapoB cepHOH KHcaoThl. OxJjamxzaaor, oOMbBBalOT CTEHKH
Koa0bl BOJOH H BHOBb YNapHBAalOT A0 NapoB cepHoil kucaoTsl. ITocae
oXJaaykieHus K pactBopy npubasasgior 80 Mg BOAB (ecTH BMECTO
HaPO4 Gepyr pacrBop (NHi):HPQO4, 1o npubasasiior 50 ma Boabl),
7 ma HsPO, (1,7)*, 2,6 ma 5 %-noro pacreopa AgNO; u 20—25 ma
ceexkenpurorosienroro 30 %-noro pacrtsopa mnepcyabdara aMMOHMUS.
paCTBOp HarpeBawT A0 NOABJEHHS HA TMOBEPXHOCTH XKHAKOCTH MEJKHX
Ny3LIPbKOB KHCJAOPOJA H MOJAJEPIKUBAIOT cjaadoe KHNEeHHe J0 Npekpa-
LIleHHsT BLIZEJEHHS NY3bIPbKOB. 3aTeM pacTBOp OBICTPO 0OXJ2XKAAIOT,
npubasasior 30 ma HySOy (1:2) u ceiiuac e THTPYIOT pacTBOpOM
NepoKcHAa BOAOPOAA A0 HCUE3HOBEHHS PO30BOH OKPAacKH, HE IOABJSIO-
uleiicsa B Teuenue | muH. B npaBuabHO OTTHTPOBAHHBIX pacTBopax po-
30Baf OKpackKa MOXKET NOABHTHCS HYepe3 2 MHH mocJie OKOHYAHHS THT-
pOBaHHA.

I[TepuonaTHBH MeTO I OCHOBAH Ha oKHcAeHHH Mapranua (II)
JI0 MapraHiueBOH KHCJAOTH H3OBITKOM NepHOLATa Kajausg NMPH KHNsAYe-

* Ilpu otcyrerBuH  QocdopHOli  KHCAOTH NPHMEHAT pactBop coau: 120 r
(NH,)oHPO4 pacrsopsitor B 200 ma AucrHaanpoBanroft Boasl H 50 ma HoSOy4
1,84). Ilocae pacropenust o6beM AoBoAsT Bojaoi Ao 300 mMa H mepeMelIHBAIOT.
pu 3amene dochopHoii KHCJIOTE 9TOro pacrBopa poGasasior 40 M.
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B cepioocdoprokicaoit cpete. [Ias ocaxaeHus Henpopearupo-
ABLIEr0 NepHojata KaJjus npudasasior H3OBITOK pacTBopa HuTpaTa
eyt (I1). Ilocae oraenenus ocajka MapraHIEBYIO KHCJOTY THTPYIOT
jacTBopoM cosin Mopa merozioM 06paTHOro THTPOBAHHS.

3.1.3.2. Onpegenexne MapraHua, 0CHOBAHHOE
Ha okucaeuwun mapranua (I1) no mapranua (III)

K 3Toii rpynne MeTOA0OB OTHOCATCS METOAL aMIepOMeTPHYECKOro
| KYJIOHOME@TPHYEeCKOTO THTPOBAHMS, a TaKikKe noasporpaduueckuii Me-
0. [lepBoie nBa Merona ocHoBaHbl Ha OKHesenun Maprauua (I1) mo
gapranna (II1I) mepmanranatoMm Kaausi B HeliTpanabHoii nupodocdart-
cpele (amnepomerpuueckuii), B nupodocdarnoit cpene upn pH 2
(KYyJOHOMETPHUYECKH#), TPeTHH — Ha OKHCJIEHHH JAHOKCHIOM CBHHUA B
ipodocarnoil cpene npu pH 4. Bee Tpu MeTosa cpaBHHTRIBHO pefi-
KO NPHMEHSIOT B aHajJH3e MHHEPaJbHOI'O ChiPbS.

" K stoit Xe rpynmne MeToJ0B OTHOCHTCS METOJ NMOTEHIHOMEeTPHYEeCKo-
(0 THTPOBAHNA, OCHOBAaHHBINH Ha oknclenun mapranua (I1) no mapran-
a (III) nepmanranaTtom xanus B MHHepaJbHO-KHCJOH cpefie B IIPUCYT-
STBHH (DTOPHJIOB, KOTOPbIE HIPAIOT POJIb KOMILIEKCOOOpasoBaTelis.
B aMTepaType MeToJ ONMHCAH B TPeX BapHaHTaX, KOTOPHIE OTJIHYAIOTCS
1pyr oT Apyra yeaoBusMu okucaenus Mapranna (II). Ognako nwu onun
13 HUX He HaXOAMT NMPHMeHeHHS H3-3a LeJIoro psja HeloCTaTKOB.

Ilupoko npHMEHSIOT NOTEHHHOMETPHUECKHil MeTol onpeleleHHs
Maprania B HeHTpaJbHOH cpefe B NMPHCYTCTBHH KOoMIIeKkcooOpa3oBa-
feas — nupodocdara natpus [48].

. ITlozanee A. V. ByceB npuMeHHJ MeTOA AJsl onpejesieHHs Mapras-
lla B pa3Jnuublx MaTtepuagax [8].

MerpoJornueckas oneHka MeToja, NpoBeleHHAs Ha YHCTHIX pac-
TBOpAx, CTaHAAaPTHEIX o0pasuax u pylax, nokasaja, 4To MeTo]l I103BO-
JsieT onpese/iATh COLepHaHHe MapraHiia B THTPyeMoM pacTBope ot |
A0 25 Mr OpH HeaHaunMoil BeanuuHe oWHOKH no f{-kpurepuio. Ilpu
DOJILINNX COJlep:KaHisiX Mapranua TpebyeTcsi COOTBETCTBYIOIlee pas-
Gasienne, MeTon naer XOpoly0 BOCIPOM3BOAHMOCTh IPH ONpeede-
HHI Maprania B IPHPOAHBIX 0ObeKTax.

A. B. Kpouxkunoii, JI. K. uaosoit n . K. Bebemwxo [17] npu
H3yyeHHH KoMmIvexcooOpasoBanusi Mapraunua (I1I) ¢ nupodocdar-
Honom npu pH 0,8—8,0 ycranosaero, uro B obGaacru pH 5,3—8,0,
HanGosiee ONaronpusITHON AJs NOTEHLHOMETPHYECKOTO  THTPOBAHHS
mapranua (II) B pacrsopax, coornomenne [Mn 111]:[P:0,*] B oGpa-
dylouleMes KoMmmiaekce pasho 1:2, Merojom moHHoro ofmena Haiije-
Ho, uTo 3apaa nupodocharnoro kommiekca Mn (I11) pasen —1, a me-
~TogoMm MK-cnexrpockonnn moxkasaHo, UTO B COCTAB KOMIJIEKCa BXOIHT
“annon HyP;0;2~. Takum oGpasom, cocraB nupodochaTHoro Komnjiexea
‘Mn (II1) npu pH 53—8,0 coorsererByer dopmyde [Mn(I11:P507)2].
 MagcuMyM CBeTONOrOLEHHS! KOMIIeKea JeXHT npu A =480 HMm, KOH-
= cranTa ycroitunBoctn pasna 1,62 (£0,47) - 108

L e ———
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I1puBenenuble pe3ybTaThl CBHAETEALCTBYIOT O TOM, YTO MPH MOTEH-
nHoMeTpuyeckom TuTpoBaHun mapranua (II) mepmanranatom Kamus
B NpPHCYTCTBHH nupodocdara HATPHA NPOTEKaeT CJAeAYIOIASA PeaKIUus:

4 Mn** -+ MnO," + 10 H,P,0; + 8 H* = 5[Mn (H,P,0;)s]" + 4 H,O.

HOTEHHHOMETPHHECKHI?{ HeKOMNEeHCAaIHOHHLI MeTO]

Metoanka pekoMenjoBaHa AJsi ONpeJlesieHHsl MapraHua B Maprau-
IleBBIX PyJax H KOHIEHTpaTax, B JKeJe3HBIX PyAax M APYrHX oGbeKTax
npu cojepxannu Mapranua 0,5 9% u Gonee.

TutpoBaHue mapraHua NPOBOAHTCH C NPHMEHEHHEM ABYX 3JEKTPO-
JIOB — MJIATHHOBOrO H BoJb(pamoBoro. ITnaTHHOBBIL 3/1eKTPOL ABJISA-
erTcs MHAHKATOPHHIM, a BOJb(pPaMoOBBIil — 3JeKTpoioM cpaBHeHHs. Ko-
Hell peakuUHH (GHKCHPYeTCA 10 H3MEHEHHIO MOTeHIHaJa IaTHHOBOTO
9JeKTPO/a, PearHpPyiollero Ha NPHCYTCTBHE B THTPYEMOM pacTBope
u3bbiTka maprauna (VII).

Omnpeaenennio Mapramia NOTEHULHOMETPHYECKHM METOJOM He Me-
waiot 20 Mr KobadabTa, HHKeNsd, Me/lH, BoJab(pama, moaubaena, ypaHa,
Kaabuud, 30 mr tutana; 50 mr mbueaka (V); 200 mr xenaesa (III),
maruus, a takxe F-non. Onpenenennio Mewaior Banaguit (V) u (IV),
xpom (VI) u (III), mwmuesx (III), cypsma (III), xeamezo (II),
a Takzke KaJbllHil, ec/iH ero B THTpyeMoM pacTBope Goaee 20 mr.

B npucyrcreun Banaaus (V) no Mepe npHOIHMKEHHS] K SKBHBAJIEHT-
HOH TOUKe MeJJeHHO YCTaHaBJIWBAeTcsa MOTEHLHAJ, TTO3TOMY THTPOBaH-
HBIii pacTBOp NepMaHraHaTa Kajaus c/aeiyeT NPHOABJIATh MO KamJasM
J10 YCTOHUYHBOro MOJIOKEHHS CTPe/dKH rajibBaHoMerpa. Baunammit (1V)
B YCAOBHSIX MOTEHLUHOMETPHYECKOTO THTPOBAHHS MapraHiia MemJeHHO
OKHCJsleTcsl MepMaHraHaTtoM, 4YTO 3aBbIIIAET Pe3yJbTaThl ONpefeJeHHs
maprauua. as yerpaHeHus: Mellalonlero BJHSHHS BaHalHs ero OKHC-
JAIOT NMPH pa3aac:keHuu npodbl 1o BaHaaug (V) u THTpPOBaHHe MPOBO-
asat npu pH 8.

Xpom (III) B mpucyTcTBHM Maprafna OKHCJASETCSl NepMaHTaHaTOM
KaJlisl, 4TO BHI3LIBAET 3aBhIILIEHHE Pe3YJbTATOB. Y CTOHYHBOE KOMIIIEKC-
nHoe coeauHenune xpoma (III) ¢ mupodocharom ne THTpyercs mepman-
raHaroM. 10 coelHHeHHe 00pasyercsi BO BPeMeHH, MO3TOMY MAJs YCT-
paneHnsi Melaipoulero Bausnus xpoma (III) pacrBop, noaroroBieHHbLI
JJ1f THTPOBAaHWg, OCTaBaAlT Ha Houb, Ilpu copepxannu xpoma (IIT)
B pactBope Oozee 15 Mr n0GaBiafloT YrJAeKHCABIH aMMOHHI. YTOOBI
NpeloTBpPaTHTh BHIMaaeHHe ocajaka nupodocdara xpoma, KOTOpPHIH aj-
copbupyer Mn (I1), uro npuBOAHT K 3aHHIKEHHIO PE3Y/bTATOB.

Xpom (VI) zanmkaer pesyabraThl onpelelieHHss Maprauua, OKHe-
asg vactnuno mapranent (I11), a meiusag (111) u xeneso (11) zaBuima-
10T ux. Bausinue 3THX 3JeMEHTOB YCTPAHSAIOT, OKHCJSS HX A0 BbICLIei
cTeneHy OKHCJeHHs a30THOM KHCJOTOI NpH pasioXeHHH NpoOul. Buaus-
HHE 3JIEeMEHTOB, I'HAPOJH3YIONIHX B HefitpaabHoil cpere (Al, Cd, Zn,
Bi u ap.), ycrpansiercsi nepeselieHHeM HX B pacTBOpPHMble mHpodoc-
thaTHBIe KOMIIJIEKCHBIE COEIHHEHHNS.

Cypobma (III) B ycnoBusiX THUTPOBAHHS MapraHila OKHCJISICTCS Tep-
MaHTaHATOM KaJlHfi H 3aBBIIAET Pe3yJbTaThl ONpe/le/eHHsl Mapraiua.
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Cypbma (V) npu copep:KaHuH ee B THTPYEMOM pacTBope GoJee 2,5 mr
1ACCHBHPYET HMHAHKATOPHBIH 3jekTpold. Conporusienye Ha rpaHuue
JIEKTPO — PAacTBOP PE3KO NMOBLILIAETCS, YTO NPensiTcTByeT jJajbHelinie-
My OKHCJEHHIO MapraHia, H CTPeJxa raJbBaHOMETpa He OTKJOHSeTCs
B sKBHBaJeHTHON TouKe [27]. CypbMma peiko BcTpeyaercst B Maprauie-
BbIX pyJaax, H B X0Je aHaaH3a ee OT/JejeHHe He TpeaycMaTpHBaeTcH.
Ilpn copep:kaHnu KaabliHs B THTPyeMoMm pacTBope Gogee 20 mr Bbl-
gafaet ocanok nupodocdara kaabuns, Kotopsiii azcopéupyer Mn (II),
i pe3yabTaThl ONpejfejeHHs NoJyuaioTces 3auuxenHnmu. las oraene-
HHS KaJbLHs NPHMEHSIOT METOX Ocaxkie-

ST MapraHua aMMHakoM B BHIE P
MnO (OH). B npucyrerBun nepcyiabda-
fa AMMOHHSI.

- Mapraneny 0o0bl4HO onpefeasior M3 W
OT/ebHON HapecKH npolnl, pasJioxkeHHe Pt

OTOPOil MPOBOAAT COJSIHON, a30THOIl
tucj0TaMn ¢ noGaesenueM ¢ropucroro 3 Sar g
jarpusi. Coasinas KHCJIOTa SBJAAETCH OA- d
[OBPEMEHHO JIVULIMM DPACTBOPHUTE]EM H ’{:"‘
IS MHHEpaJloB KeJe3d, yacTo COIyTCT- U

_IO!IIHX MapraHueBbIM OKCHIaM. Puc. 3. Cxema YCTAHOBKH MJist
- CusnmkarHbie TIOPOABI  pasjaraloT — NOTEHUHOMETPHYECKOTOo  Ompe-
*Mechio (PTOPHCTOBOJOPOAHON W cepHOi AR MADTEHINGS

3 1= ' - . — -
HC/IOT C PACTBOPEHUEM OCTATKA B COMA-  mamomerse 4~ conpormmaenyer Do

i

0 ﬁ KHCJOTe. MNaTHHOBLIA anektpon; W — BOJB-

(hpamonnifl sneKTPON

Huxe npuBoguTCcsa oOmHCAHHE IBYX

3aPHAHTOB MeTOJa: sl PyA HPOCTOro

ocTaBa (B THTPYEMOM pacTBope copepxkurcs He Gogaee 0,5 Mr BaHa-
st 0 Xpoma u He Goslee 20 Mr KaJbllus) ¥ 475 PYA CJOXKHOTO COCTaBa
B THTPyeMOM pacTBope cofepmxurcst 6oaee 0,5 Mr xpoma u Banagusa).
- Cxema ycTaHOBKHM /IS TIOTEHIIHOMETPHYECKOIO OINpejejeHHs map-
‘aHua NpHBeJeHA Ha pHc. 3. DJEKTPoAB — IJIATHHOBHH N Boab(pa-
MOBBIi — H3TOTOBJIAIOTCA H3 IJIaTHHOBOH H BOJb(PaMOBOH TPOBOJOKH
anamerpom 0,5 MM u aaunoit 400 mm. IlpoBosoka HamaThiBaercs B
HAe CIIHpaJ/Jili Ha CTEeKJAHHBIe NaJ04YKH.

Peaxtusn. 1. Tlepmanranar kaaus, tHTpoBanubii 0,1 H. pacrsop. Turp ero yc-
AHABAMBAIOT no 0€3BOAHOMY IIABEJEBOKHCJAOMY HATPHIO H NPOBEPAIOT He peike Oa-
Horo pasa B jJBa Mecsma [29].

- 2. Pacropnl mepmanranara kaaus 0,05; 0,02 u 0,01 n, npAMeHseMble NpH TO-
TEHIHOMETPHYECKOM THTPOBaHHE Mapranua, rotoBst pasGasiaensem 0,1 H. pactsBopa
TiepMaHraHaTa KaJHs TPOKHNAYEHHOR M OXJamIeHHON JHCTHJJTHPOBAHHON BOLOH H
VCTaHABJIHBAIOT HX THTP IO NEPMAHraHaTy KaJHs HAH 0[O I1aBeJeBOKHCIOMY Map-
ramny (MnCy04-2H,0) noreHmHOMeTpHYECKHM METOLOM.

Veranoska TuTpa no nNepMaHzaHATy Kaaus. B TPH CTaKaHa BMECTHMOCTBIO
300 ma ormepsior Gioperkoit no 10 wan 15 ma 0,1 u. pactBopa KMnQjy, taTp KO-
TOPOro ycraHoBJCH Mo Ge3BOAHOMY INABEJeBOKHCJAOMY HATPHIO, npubasiasior 5 M
HC1 (1,19) » ynapmpalor Ha Kunsaiulell BoxsHoii Gane Aocyxa. O6paGoTKy cossHOM
Kucaoroit nopropatwr. Cyxoii pacrsop pacropsiior B 3—4 ma HCI (1:1) n 20 ma
BojAbl npH HarpeBaduH. K oOcTHBIIEMY pacTBOpy A06aBJsOT NPH MepeMelnBAHHH
120 ma unacuitenuoro  pacteopa NayPs0;-10H;0, mo ynuBepcaibHOil HHANKATOPHORH
Oymare ycranasausaior pH 7 u THTPYIOT pacTBOp, KaK YKa3aHO NpPH ONPEACJCHHH
MapraHiua B pyAax MpOCTOrO COCTaBa.
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Tutp 0,01; 0,02 u 0,05 u, pacTopor nepmanranata kaausi (T) (B r/ma mMapray.
11a) BHYHCAAT N0 (opmyJe
T=03476 m/(V — V),

rie m —wMacca nepMaHranata Kajaus, coorBercrBylowas 10 nwam 15 ma 0,1 H. pac-
TBopa, r; V — oGbem pacTBopa nepMmaHrasara KaJjus, H3pacXoLOBaHHOrO Ha THTPO-
BaHue, MJa; V| —o6beM pacTBopa nepMaHraHaTa KaJjiHs, H3pacXoZoBaHHOTO Ha THT-
poBaHHe KOHTpoJbHOro onsita, mJ; 0,3476 — kosaddHUEEHT Nepecyeta mepMaHraHara
Kaausa Ha MmapraHell.

Turp 0,05 u. pacTBopa mepMmaHrasata KaJaus NMPOBEPSAIOT He pexe OAHOTO pasa
B ase neneaw, 0,02 H. pacrsopa — 4epes wectb AHer, 0,01 H. pacTBopa — nepea ero
HCMOJB30BAHHEM.

Onpenenenne mMapranma B pPyJaax NPoOCTOro coc-
TaBa, Haeecky 0,2—0,5 r (B 3aBHCHMOCTH OT NpeAnoJaraeMmoro
cojepanus Mapranua)® nomeuralor B crakaH BmecTHMocTbio 300 M,
npudasasior 0,3 r NaF, 15 m1 HCI (1,19) u pacrBopsitor npu caabom
HarpeBaHHH o Iepexola TEMHOH OKPACKH PacTBOpa B CBETJ/IO-KEATYIO.
IMpubasasior 2—3 ma HNO; (1,40), KHnaTaT A0 yAaJeHHS OKCHIOB
asora, 3ateMm npubaeasior 5 ma HsSO, (1:1) u ynapusaioot 1o Brax-
ueix cosedl. K ocrarky npuausaior 20 ma HCI (1:1), 10—15 ma Boaw
H HarpeBawT NPH NepeMelIHBAaHHH M0 pacTBOpeHHs coged. OcThBIINII
pacTBoOp IePeHOCAT B MepHyl0 KoJaby BMecTHMOCTbIO 250 MJ, A0JHBAIOT
JI0 METKH BOZOH H NepeMellHBaloT.

B crakan BmectnMocthio 300—400 ma manusalor 120 MJ1 HacbillleH-
Horo pacrBopa NasP;O7-10H,O (120 r coau pacrsopsiior B 1 71 Bo/kl
NpH NepeMelINBAHHK B TeueHHe 1 4), BKJIOYAIOT MEWAJKY C TaKoil
€KOPOCTBIO, 4TOOL He ObIIO pas3OphI3rHBaHHSA, H BHOCAT MHIETKOIl
aJHKBOTHYIO uacTh pactBopa (25 ma). I'lo yHHBepcaabHON HHAHKATOP-
Hoit Gymare ycranasauBaior pH pacrBopa. Pacteop jnposkeH OBITh
tHetpadsupiMm (pH 7). Ecin pH uuxke 7, To npu6aBiasiorT mo Kamism
pactBop ammuaka (1:1), ecau Bbile 7, To MpHGABJAAIT MO KamafaMm
HC1(1:1),

B noaroroBuTeNLHBIH pacTBOP ONYCKAOT 3JMEKTPOALb, VBEJHUHBAIOT
CKOPOCTh BpalleHHs MellaJKH, NPH NOMOLIH MarasiHa CONPOTHBJEHHII
YCTAaHABJMBAIOT CTPEJNKY raJibBaHOMETPAa B JIeBOH 4acTH WIKaJbl Ha
penenne 3 nau 4 MB u THTPYIOT B 3aBHCHMOCTH OT OXKHAaEMOrQ COLEp-
:kaHua mapranua 0,01; 0,02 nau 0,05 H. pacTBopoM mnepmanraHaTa
KaJaus. B nauane THTpoBaHHSI CTpe/Ka ralbBaHOMETpPa HECKOJNLKO OT-
KJOHSAETCS BJEBO OT YCTAHOBJEHHOTrO NoJoxKeHHs. K KOHUY THTpoBa-
HHfI, KOrJa cTpejKa rajbBaHOMETpa HauyHHAeT 3aMeTHO KoJebaThed,
MepMaHraHaT Kajausi J00aBJf0T OCTOPOMKHO MO KamisM 10 OTKJOHE-
HUA cTpeJkn Ha 3 MB oT nepBoHauaaLbHO YCTAHOBJACHHOTO MOJOMKEHHS,
T. €. g0 genaenusi 6 wan 7 MB. Takoe no/oxenne CTPeakH AOJKHO GC-

* [lpu coxepmannn Mapranna 10 % u Gonee Gepyr Hasecky 0,5 r m ompenens-
0T Mapravel, M3 aJMKBOTHON 4acTH paCTBO)Ja, MOJYYEHHOTO TPH PasJoMXEeHHH Ha-
peckd. [lpu couepmannn Mmapranna 2,5—5 % OGepyr 0,25 r; mpn comep:xkanuu 5—
10 % —0,2 r. B ofoux caygasx MapraHeln onpeiensioT B PacTBOpe BCeH HaBeCKH.
Ocratok mocae pasioKeHHs HaBeCKH pacTBOPAIOT npH Harpesaund B 3—4 ma HCI
(1:1) u 20 ma Boaw. K ocTeBumieMy pacTBOpY NPHJHBAIOT NPH MepeMelInBaHui
maruuTHOR Memasakofi 120 ma naceiuendoro pacreopa NayP207-10 HyO, ycranasnu-
Baior pH pactBopa u najee — no XoAy aHaJu3a.
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bCA MOCTOSIHHBIM B TeueHwne | MIH, 4TO CJAYKHT NPH3HAKOM OKOH-
s THTPOBaHHS. B Takux ke TOYHO YCJOBHAX THTPOBAaHHA ycTa-
\B/IHBAIOT THTP pacTBOpa NMepMaHraHaTa Kajwus.
Ilepen TuTpOBaHHeM HEOOXOAHMO TOTPY3HTH TJIATHHOBHIH 3JIEKTPOA
a |1—2 Muu B KoHuenTpupoBanuyo HoSOs, a 3aTem npoMeITh BO1OM.
[lo xony aHaJn3a NPOBOAAT KOHTPOJBLHBIN ONBIT CO BCEMH peak-
gaMi. PacTBOp KOHTPOJBLHOTO ONBITA THTPYIOT B TeX e VCJIOBHSAX,
) i aHaJU3HpYeMBbIil pacTBop.
OnpenesneHne MapraHma B pPyjAax CJAO0XHOIO coOec-
aBa. B npucyrcreun xpoma naBecky 0,25—0,5 r (B 3aBHCHMOCTH
p [IPelNOoJaraeMoro cojep:KaHHs MapraHua) NOMEeLlaloT B CTakaH
mectimocTbio 250—300 ma, npudasasior 0,3 r NaF, 15 ma HCI
1,19), pacrsopsilor npu ciaGoMm HarpeBaHHH 10 Tepexoia TeMHOH
Kpacki pacTBopa B cBetrJo-Keatyio. Ilocie pactBoperns npuGasis-
or 2—3 ma HNO; (1,40), kunmaATsAT H yNapHBalOT A0 BJAKHLIX cOJeil.
isi ylaJeHusl okcuaoB aszora godasasior 5 ma HCI (1,19) u ynapu-
J0 BJaaxHBIX coJdeii. O6pabOTKY COJSHOH KHCJIOTOH NPOBOAAT
kAbl. Ocratok pacrsopaooT B 20 ma HCI (1:1) u 10—20 ma soast
HarpeBaHud. OxJaxeHHBI COJSHOKHC/ALIH pacTBOP NMepPeHOCAT B
pHY10 Koa10y BMecTtuMocThbio 100 wan 250 MJa B 3aBHCHMOCTH OT OXKH-
MOro CoJAepiKaHus MapraHia, A0JHBAIOT JO0 METKH BOJOl H Iepe-
emnBaioT. [las onpenesnenns MapraHna oTOHPalOT aJHKBOTHYIO HacTb
TtBopa (25 ma). B crakanm Bmectumocthio 300—400 mMa nHaauBaioT
MJ HacbilleHHoro pactBopa NagP;0;7-10H,0, BKI0OYaT Melaaky
HeGOJbIIoH CKOPOCTLIO H NEPEeHOCHT aJHKBOTHYIO YacTh, npubaBs-
r 10 ma 10 %-noro pacreopa (NHj)2COs, no yHuBepcaibHoil Gymare
cranasauBatloT pH 7, npubasasa no kanasm pactsop ammuaka (1:1)
aim HCI (1:1), u ocraBasior pactBop Ha HOYb 1A 00pasoBaHHs
eTofiunBoro Xxpom-nupodocdarroro komniaerca. Ha caexyromuit 1eHb
ITPYIOT, KaK NMPH ONpeJe]eHHH MapraHiua B pyJAax NPOCTOro COCTaBa.
B npucyrcTBHH BaHaausi pasjioxKeHHe HABECKH NPOBOASAT COJISHOH
ICJI0TOl, Kak yKasano Beille. Ilociie pasioxeHuss npods nprdasis-
3 ma HNO; (1,40) u ynapuBaior a0 BJaKHHIX cogeil. O5paboTKy
B0THOH KHcaoToii nosropsitoT. Ocratok pactBopsiior B 2—3 ma HNO;
(1:1) u 20 ma Boasl npu HarpepaHuH. PacTBop THIaTeNbHO KHNATHT
15 VIaJleHHs: OKCHLOB a30Ta H cpasy mocJje 3Toro THTpyior. K oxaax-
HHOMY a30THOKHCJOMY PacTBOPY NPH IepeMellHBaHHH Ha MarHHTHOH
fenragnke npubasasior 120 ma HaceilenHoro pactBopa  NagP,07X
K 10H,0, ycranasausaior pH 8, nodasass HNOs (1:1) nan ammuak
(1:1), u pacTBop THTPYIOT HepMaHTaHaToM KaJus TaK, Kak IpH ompe-
[eIeHIH MapraHila B pyaax NpocToro cocrasa.

3.1.4. doTromMeTpHUECKOe ONpefeieHHe MAapraHua

. Jlasi ompenesieHHst MaJblX KOJHYECTB MapraHia WIHPOKO NMpHMeHs-
0T oToMeTpHuUeCKHe MeTO/Abl, OCHOBaHHblE Ha H3MepeHuH abcopOuuH
PactBopos, coaepxamux Hon MnOy, a Takxke aGcopOUHH PacTBOPOB
komniexcos Mapranna (II) ¢ pa3inuHbIMH OpraHHYecKHMH peareH-
TaMmi.
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®otoMeTpHYECKHE METO/B OTAHYAIOTCH NMPELH3HOHHOCTBIO, BLICOKOI
YYBCTBHTE/JIBHOCTBIO H B JOCTATOYHOH CTemeHH celleKTHBHOocThIO. He-
KOTOpble H3 JoTOMeTPHUeCKHX MEeTO/0B lLieJecoo0pasHo NPHMEHSATh MPH
onpefeNeHHH OTHOCHTEILHO BBICOKMX — cOJep:kaHuil Mmapranna (1o
5—7%).

H3 QoroMerpuueckux MeToA0B ONpejfeJeHHsi MapraHiia B MHHe-
pajbHOM cbipbe HauOoJiee IIHPOKO pacnpocTpaHeHbl NepHOTaTHBIH n
nepcyab(aTHbifl, a Tak:Ke MeTOJ, OCHOBaHHBbIH Ha 0Opa3oBaHHH KOM-
NJeKcoB Mapratua ¢ (opMaibJloKCHMOM.

®oTtomeTpHyeckHe MeTOAbl (MepHOAATHBI W HepcyiabbarTHbIi) oOf-
peiesieHnss MapraHua mo okpacke HoHa MnOy~ ocHOBaHLI Ha OKHCJe-
nuu Mmapranua (II) no mapranueBoii KHCJIOTH B CEPHOKHCJOH HJN
cepHo-(pochopHOKHCI0I cpeae NEPHOAATOM KaJus HJIH nepcyiabdaTtom
ammonus [29, 32]. IlepuopaTHblii MeTod cuHTaeTcs Jy4IIHM, NOTOMY
YTO B MOJIHOTE OKHCJEHHSI MapraHiia NepHoaaToM KaJus MOMKHO ObITh
Bcerzia yBepPeHHHIM H B NPHCYTCTBHH He(oJbIIOro ero M36GuITKa Map-
FaHLeBas KHCJOTA YCTOHYHBA B TeueHHE HECKOJbKHX MecaueB. Me-
TOA OKHCJEHHS MapraHina nepcyJbdaToM aMMOHHA B INPHCYTCTBHU
430THOKHCJIOro cepefpa B OTHOIIEGHHH YCTOMYHBOCTH OKPACKH 3HAYH-
TeJbHO ycTynaer nepuogaTtHoMmy. IlepuoaaTublii MeTox panuHoHalbHO
HCIOJIb30BATh NPH ONpejeJeHHd MapraHia H3 OTAe]bHOH HaBeCKH.

Mertos onpenesenusi Mapraiua no peakuu ¢ (OpPMajabIOKCHMOM
yaile HCIOJbL3YIOT B Xo/Je NOJHOro aHanusa. Maprauen onpenensior
H3 YPOTPONHHOBOro (uJbTpaTa, NMOJYYEHHOro MOCTe OCayKIEHHS THI-
POKCHIOB ’KeJje3a, aMMOHHSA H THTaHa B NPHCYTCTBHH YPOTPONHHA.

3.14.1. Onpenenenne MapraHua no OKPAacke MapraHuUeBOl KHCJAOTHI

Meroauka pekomeHjoBaHa JJs ONpeJAeJNeHHss Mapraiia B pyjaax H
CHJIHKATHBIX TOPHBIX mopoxax npu coxepxauuu ot 0,005 mo 5% (Mu-
erpykuus HCAM Ne 65-X [27]). Ona wenpumennma /s aHaJiH3a
LePHEeBLIX PV BCJEACTBHE KENTOH OKPACKH pacTBOPOB coJell  1e-
pus (IV).

Meroanka ocHoBaHa Ha oxkHcaeHun mapranua (II) wonHokucaBIM
Kaauem B cepHo-thocOpPHOKHCIOM cpefie 10 MapraHieBoil KMCJAOTbI:

2MnSO, + 5KI0, + 3 H,0 = 2 HMnO, + 5KI10; 4+ 2 H,S0O,

Magkcumym abcopOunn pacTBopa MapraHileBOH KHCJOTbI HAXOAHTCH
npu A =525 um., Jluneiinas saBucumMocTb abcopOUHH PacTBOPOB OT
KOHIIEHTPALMH Maprauia coxpausiercss Aas Kouuentpaunn MnO 20 mr
B 100 ma pacreopa. YyscrBuresibHocTs Meroda pasHa 0,02 mr MnO
8 100 My KoHeYHOro pacTBopa.

Mapranew (II) okncasercss HOAHOKHCJBIM KajHeM B ropsueMm pac-
TBOpe, cojlepikalleM cepHyl H ¢ocdopuyio kueaoThl. KoHuentpauus
cepHOil KHCIOTH B pacTBope AojxHa ObiTh He Bhue 1:19. @ochopuas
KHCJIOTA YCTpaHseT OKpacKy, BhidbiBaeMylo HoHoM xede3a (I11), obGpa-
3ysi ¢ HHM GeclBeTHBIH KOMIJIEKC, KPOMe TOro, OKasbiBaeT KaTaJHTHde-
cKoe JeficTBHE TNPH OKHC/JAEHHH MapraHua H NpeJoTBpallaer BO3MOK-
HOe MpH BHICOKOM COJIeP’KaAHHH MapraHia Bbile/JeHHe ero B 0cajoK.
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B npucyTcTBHH 3HAYMTEALHBIX KOJNHUYECTB CYPbMbI, HHOOHS, TaHTa-
a, THTAaHa, UHPKOHHA, 0JI0OBA H BHCMYTa BO3MOXKHO NOMYTHEHHe pac-
TBOPOB B pe3yJbTaTe IHAPOJIH3a coJiell 3THX 3JeMeHTOB IIPpH pa3Bele-
#Hu. B Takux cayuasx mocjie pasBejleHHst 10 o6bema, GJH3KOrO K Ko-
"HEYHOMY, pacTBOpPHI (buﬂpr)’lOT M 3aTeM OKHCJAAKT MapraHeil.
OI‘IpEIlQJIeHHKJ MapraHia MemawT 3Ha4YuTeJbHble KOJHYeCTBa OKpa-
wennpx uowos Cu, Ni, Co, Cr (III), Cr (VI) u Ce (IV). Bausuue
STHX 3JIeMEHTOB B 3HAUYHTeJIbHOH CTeleHH KOMIEHCHpYeTcs, ecJH TpH
u3Mepenun abcopOunu pacTBOpa HCNOJB3YIOT 3e/eHbIl cBerodHIBLTP.
[Ipuvenss B KayecTBe HYJEBOro pacTBOPa HCNBITYEMBLIH pacTBop, B KO-
TOPOM MapraHueBasi KHCJOTa NpeiBapHTeIbHO BOCCTaHOBJeHa npubaB-
JieHneM 1—2 KpHCTA/JIMKOB HHTPHTA HATPHS, MOXKHO IOJHOCTLIO KOM-
nencnposath BausHue Cu, Ni, Co u Cr (III), ecan ux cojepxanue xa-
e B 200—300 pas mpeBmllllaeT cofepKaHue MapraHia.

Peaxruse. 1. Kucaora (pocd)ogﬂaﬂ (1:1). Ina oOKHCIEHHR BOCCTaHABJIHBAIO-
unx sewects K 1 a1 pacrsopa HsPO4 (1:1) mpubasasior 5 ma 1,2 %-noro pactso-
pa KIO; n kunatar Heckosabko MuHHYT. [Tocne oxsaxaeHus pacTBop npHoGperaer
OypoBaTyi0 OKPaCKy BC/IEACTBHE Bhde]eHHs §o[a, KOTOPH He MeLIaeT BHINOJHEe-
HHIO aHaJH3a, TaK KaxK NPH KHOAYeHHH pacTsopa B Xone aHaJH3a YJIeTyYHBaeTCH.

2, Kaauit fionnokueasiit (nepuoaar), 1,2 %-uwiit pactsop. 12 r KIO, BHocaT B
1 1 ropavero 0,05M pacrBopa HySO4 H, HakphlB YacCOBEIM CTEKJOM, KHIOATAT 10
nosHoro pacrsopenns. Iopaumit pacrsop ¢uabrpyior. Ilpn oxaamzaenun gacts KIOy

BblMTajaeT B OCAaAO0K, MO3TOMY Mnepex YﬂOTpEﬁ-’leHHEM pacTBop HarpeBawT A0 pacTBo-
PEHHA OCalKa H HCHNOJAB3YIOT I‘Opﬂ‘[!{l‘:l pacTBop.

3. Crannaprebiit pacrBop maprauna. 3522 ma touno 0,1 H. pacrsopa KMnO,
BAHBAOT H3 GIOPETKH B MepHyl0 Koaly BmecTHMocTbio 500 ma, mpuausaior 20 Mma
H,SO; (1:4) u BoccTaH2BJHBAIOT MapraHileByl0 KHCJIOTY, A00aBJss TOYHO [0
- obecuseunBaiud 3 Y%-Huii pactsop HgO. Hoamsalor Bogofl A0 METKH H NepeMelH-
Bajot. | ma pacteopa coaepaxkut 0,1 mr MnO.

Onpenenenne mapranua B pyaax. Hasecky 0,2 r mo-
MellaloT B cTakaH BmecTHMocTbio 100 mj, cmauuBaiorT BOAOH, MPHJH-
saor 5 ma HCI (1,19) u ynapupaioT Ha ninTKe jocyxa (ecin B aHa-
JIH3HPYEMOM MaTepHaJie NPHCYTCTBYeT HepasJjaraeMblil KHCJIOTAMH CH-
JuKaT MapraHua, To npubasasior 3—5 kanear, HF u mpomomxaior
BbiNapHBaHHe [0 BbiJ€/EHHS T'YCTHIX NapoB cepHOH KHcJAOTH. Tak ke
- MOCTYIIAI0T ¢ pacTBOpaMH KOHTpoJbHoro onsita. Ilpu pabore ¢ dro-
PHCTOBOIOPOAHOH KHCJOTOH HCHNOJb3YIOT CTAKAHBI, NPOBepeHHble Ha
oTcyTcTBHe Mapranua B crekae). [lpuGasasior 15—20 ma HySO4
{1:4) u narpeBaloT npu Temnepartype, GJIH3KOH K KHIIEHHIO, B TeueHHe
10—15 wmun. Ecau uccnenyeMeli MaTepHala COLEPKHT OpraHHYecKie
BelllecTBa, TO JAJs CIKHTaHHS, He NpepniBas HarpeBaHus, npubaBJisior
no kanasm HNO; (1,40). B oxaakzenuslit pactBop npubapiagior 5—
6 xanmean 10 %-noro pacreopa H,O, u narpesaior 10 BbiledeHns na-
POB cepHOl KucaoThl. OxsaxaaloT, oOMBIBAIOT CTEHKH cTakaHa BOIOH,
duabTpyior ¢ gobasienuem (puabTpoOyMaykHOil Macchl uepe3 (QHJLTD
AuamerpoMm 5 cM B ctakad sMectuMocTbio 100—150 ma u npoMbiBaioT
Bonoii. O6beM pactBopa joJkeH Gbith 50—60 ma. K pacrsopy mpu-
Gaeasijor 5 ma HizPOy (1:1), He coaep:kaulefli BoccTaHaBANBAIOILIHX
gemtects, 10 ma ropsivero 1,2 %-noro KIO4 narpesawor no temnepa-
Typhl, 6auskoil k Kunenuo (ne nuxe 90 °C), B teuenne 15—20 mun.
O06biuHo oKpacka nossasercs yepes |—2 wmun. Ecan nocne 5-MHHYT-
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HOTQ HArpeBaHus He MOABJSETCS PO30Bafd OKPAckKa, TO 4acTb KHCJAOTH
B pacTBope HeiiTpaauaylor, no6asass 2—3 ma 25 % -Horo ammuaka, u
npojoJzKaloT Harpesanue. JlaloT pacTBOpYy OCTHITh /10 KOMHATHOH TeM-
nepaTypel, NepeHoCcAT B MepHYIO KoJ0y BMectumoctbio 100 wmu, gonn-
BalOT BOJAOIl 10 METKH H NepeMellnBaloT.

He panee uem uepes uac uamepsiior abcopOuHI0 pacTBOpa MpH A=
= 525—>530 M B KioBere ¢ ToamuHON caos 50 uau 10 MM no oTHOLIe-
HHIO K PacTBOPY KOHTPOJbLHOIO ONBITA, & B NPHCYTCTBHH 3HAUHTEBHO-
ro KOJIMYECTBA APYTHX OKPalleHHBIX HOHOB — IO OTHOIIEHHIO K HCIIbl-
TVEMOMY pPacTBOPY, B KOTOPOM MapraHiieBasi KHCJOTAa paspyllieHa 10-
OaBJenHeM KPHCTAJJIHKA HHTPHTA HATPHSA.

Jas nocrpoenus rpajiyupoBouHOro rpaduka B cTaKaHBl BMeCTHMO-
cteio 100 Ma BHOCAT cTaHAapTHbIl pacTBop, copepxxamnii 0,1 mr MnO
B 1 ma (0; 0,02; 0,05; 0,10; 0,15; 0,20; 0,30; 0,40; 0,50; 0,60; 0,70 mr
MnO). IlpuauBaior 1o 7 MJ CMecH, cOCTOslLEH H3 uUeTbLIpeX uacreil
(mo o6pemy) HoSO4 (1:1) u 3 uacreit HPOy (1,6—1,7). 31y cmech
NpeABapHTEJIbHO OCBOGOKIAIOT OT BOCCTAHOBHTE/El KHIISTUEHHEM B Te-
yeHHe HEeCKOJbKHX MHHYT ¢ nepuogatom (Ha 1 J cmecH npuOaBJsiorT
5 ma pacrsopa KIOy). IlpnGasasiior mo 10 ma pacreopa KIQs, pas-
O6asasaior Bojoit 1o 60—80 MJa u HarpeBaloT 10 TeMnepaTtypsl, 6/H3KOM
K kumennio (He Huxe 90 °C), u npu 3T0il TeMmepaType BbIAEPIKUBAIOT
15—20 mun. Jlanee npojao/zKaioT, KaK OMHCAHO Bhlllle TPH aHAJH3E
IpPOOLI.

ITpu paGote c xKioBeTaMu ¢ TOJWHHON caoa 10 MM B cTakaHhl BMe-
crimocTbio 100 Ma BHOCST cTaHaapTHBIN pacTBop, cogepxamuii 0,1 Mr
MnO B 1 Ma (0; 0,5; 1,0; 1,5; 2,0; 2,5; 3,0 mr MnO). Tanee npoaon-
7KaloT, KaK ONHCAHO BBIIE, H BbIYHCASIOT Pe3yabTaThl aHa/u3d.

s mepecuera Ha MapraHell NOJYYeHHBIH pe3yabTaT YMHOMKAIOT Ha
kosthduunent 0,775.

OnpeneneHne MapraHia B CHJIHKATHHEX MOpPOaAKX.
Hagecky 0,2—0,5 r pasznaraiorT B NJAaTHHOBOH uallke HJIH OOJBIIOM
NJAaTHHOBOM THrJe 3 MJ cepHod Kueaorsl (l:1), 7—8 ma dropucro-
BOJIOPOJHON KHCJOTH, ynapHBas pacTBOpP A0 Tycthix napoB HeSOy4*.
Ecau npu oanokpartHoit o6paboTke Mopoja He pasioikKuilach, TO MpPH-
ansalor ewe | ma HySO4 (1:1), 3—5 ma HF u nosropsiior ynapusa-
nie. PacTBOpy 1al0T OCTHITh, 0OMBIBAIOT CTEHKH YalIKH (THIISA) BOROIL
Il BHOBb yNapHBaloT 10 rycthiXx napos HySO4. O6GpabGoTKy Boj1oit 1 yna-
puBanne o rycteix napo HeSO, nosropsior eme 2 pasza. [las 60ib-
niefi VBEPeHHOCTH B MOJHOTE yAadeHus HoH-GTOpa B NocJemHHH pas
VIapHEaOT 10 cokpaulenua o6bema Bagoe. K ocrarky npuansaior 10—
15 max HoSOy4 (1 :4), HarpeBaloT 10 pacTBOPeHHs coJieil H, ecaH Heol-
xoxumo, GUALTPYIOT B crakaH BMecTHMOocThbio 100—150 ma m mpombl-
BawT ropsveii Boxoi 10 oGpema 60—70 ma. K pactBopy npubasasior
5 ma HsPO4 (1:1), ve conepzkanieil BoccTaHaBJAHBAIOIHX NPHMECEHd,
W Jdajee aHa/JH3 IMPOAOJKAIOT, Kak NPH ONpeleleHHH MapraHia B
pyjax.

* Ecnn npoﬁa COAEpPIKHT OpraHH4YecKHe BellecTBa, TO HaBeCKY mnepejx pasnao-

MCHHEM MNPOKaJHBAaOT B TEYCHHE HECKOJBKHX MHHYT TIpH TEMNEpaType TeMHO-Kpac-
HOTO KaJeHHSA.
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3.1.4.2. Onpepenenne Maprasua ¢ GopmMalbioKCHMOM

MeTtoanka pekoMeH0BaHa MJsi ONpeldeleHds Maprania B CHIHKaT-
HBIX 11 KapGoHaTHBIX mopoaax npu ero coxepxanuu or 0,005 1o 5,0 %.
- Mapranen (II) naer ¢ dopmanabarokeumom B LieJOYHOH cpene Oec-
1UBETHOE KOMILIEKCHOe coejuHeHHe, KoTtopoe OblcTpo mnpuobperaer
KpacHO-Oyphlii 1BeT BCJAENCTBHE OKHCJIEHHA KHCJIOPOAOM BO3IyXa H
popasoBannsi kKommaekca [Mn(CH:NO)g]>~. Makcumym aGeopGunu
MIlJleKca HaXoAHTcsd npH A =455 HM, MoaapHBIH Kosdduiuuent no-
awenns pasen 11200 [18]. Okpacka passusaerca B TeueHune 10—
15 MuH 1 ycTOHYMBA HECKOJNBKO UACOB.

- Onpenenennio mapranuna mewaior V (V), obpasylommuii ¢ peareH-
TOM OKpalleHHoe B KpacHblii uBer coeinHenue, a rtakxe Bi (III),
Hg (1), BusbiBalomue nomytHeHue pacrsopa. Hukens, obpasylomnii
¢ popManbIOKCHMOM coeluHenne OYpoO-3eJeHOro LBeTa, MellaeT onpe-
JIeJIeHHI0 MapraHila, ecJH CcoJep:KaHHe ero COHM3MEepHMO ¢ Ccolepra-
HHeMm Mapranuna. Keseso, anoMHHHIH, THTaH, THAPOJH3YOUWHecs B ycC-
JIOBHSX ONpejeseHHss MapraHua, yaajsioT H3 PacTBOPOB, ocaxaas HX
yporponuxom [27]. Bosabmme xosaugectBa ¢ocdopa Memaior ompene-
JIeHNI0, TAK KaK YaCTHYHO CBSI3bIBAIOT MapraHel MPH OCAMKIEHHH TH-
POKCHIIOB VPOTPONHHOM.

- AGcopOumio pacTBOPOB KOMIJIeKca H3MepsiioT npu A = 500--508 Hwm.

‘ Pearruset, 1. ®@opmManbIOKCHM, BOAHBIE PacTBOP. 4 T' CONSHOKHC/JIOTO THZAPOKCH-
laMiHa pacTBOPAIOT B HeGoaploM OObeMe JIHCTHJHPOBAHHOH BOAH, A06aBasioT
4—5 wa 40 %-woro Qopmannna, aoausawT BoAoll A0 100 MJ M mEepeMemHBAIOT.
Pacteop xpaHuTCs JAJHTEJNbHOE BPEMS.

- 2. CrangaprHbiii pacTBop Maprauma c cogepxkangem 50 Mkr MnO B 1 wma
B mepryio koaGy smectnmoctsio 100 ma orGupaior u3 Gopetkn 7,05 ma 0,05 H.
THTpoBanHoro pacrBopa KMnO,; (1 ma touno 0,05 . pacrBopa KMnOs coorser-
ereyer 0,7094 r MnQO), pasfapasioT AHCTHANHPOBaHHofi Bojo#r xo 50—60 ma, po-
Gasasior 0,5—1 ma HCl (1.19) m 2—3 kanam 30 %-noro H,0, nepemeimrusaior
" (pactBop npm sToM obecuBeunBaercd), AOJHBAIOT BOAOH L0 METKH H CHOBa mepe-
MEIUBAIOT.

M3 yporponuucomepzaiiero ¢uasrpara (nocie oTAeleHHS THI-
pokcnzos Fe, Al u Ti) orGupalor mumeTkoil aJHKBOTHYIO 4acTh H—
50 ma*, nepeHocsaT B MepHy0 Koaby BmectHmoctbhio 100 ma, pasbas-
Js10T Bomoi mo 60—70 ma, nmpununsamor 5 ma ammuaka (l:1), 1—
2 ma dopmanabgokcuma, nepeMelinBaioT, uepes 10 MuHH J0JHBAIOT
BOLOM 10 METKH H CHOBa nepememnBaiT. AGcopOuHI0 pacTBOPOB H3-
MepsiioT 1pu A, pasiom 500—508 HM, 1o oTHOWEHHIO K aJHKBOTHOI
YACTH PAacTBOPA KOHTPOJbHOTO OMBITA, NPOBEAEHHOTO Yepes Bece CTalHH
aHaamsza **. B 3aBHCHMOCTH OT COJep:KaHHf MapraHua HCNOJb3YIOT
- KioBeTy ¢ ToJinnHoil caos 10, 20 wan 50 mMm.

Coaep:kaHHe wMapradia oOmNpefessioT [0 TrpaiyHPOBOYHOMY rpa-

- Quky.

* O6beM aJUKBOTHON YacTH yCTaHaBJIHBAIOT H3 pacuera, 4ToObl B (hOTOMETPH-
pyemom pacteope cogepxadoch or 2 g0 500 mkr MnO [27].

** O0beMB AJHKBOTHLIX uacTeli HCXOJAHOrO pPACTBOPAa H PAacTBOPA KOHTPO.Ib-
HOro onbiTa JOJAXKHE DEITh OAHHAKOBLI.
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Jlns noctpoeHuss rpaiyHpPOBOYHOro rpaduka B MepHHIE KO/AObI
BMecTHMocTbIoO 100 My moMewlaloT cTaHAapTHBI pacTBOP maprauiia,
cozepaauuit 50 mxr MnO B 1 ma. 0; 0,01; 0,02; 0,03; 0,04; 0,05; 0,07—
0,1 mr MnO. Ho6asasiior Boasl a0 obbema 60—70 MJ, NpHJIAHBAIOT
5 ma ammuaka (1:1), 1—2 ma popmaabaokenma, nepeMenInBaT, 10-
JHBAIOT BOJAOH [0 METKH H CHOBa IepeMellHBaloT.

Abcopbunio pacrBopos uaMepsiior npu A=500—508 uM 1o ortHo-
UIeHHI0 K HyJeBoMmy pactBopy. llpu onpeaesenuu Gojee BHICOKHX cO-
JdepaaHuii MapraHila AJs NOCTPOEHHS rpajyHpoBoYHOro rpaduka Oe-
pyvt 0; 0,05; 0,10; 0,15; 0,20; 0,25; 0,30; 0,35; 0,40; 0,45; 0,50 mr craH-
JdapTHOro pacrBopa mapranua, cojaep:kamero 50 Mxr MnO B 1 ma, n
NPOJ0JIKAIOT, KaK YKa3aHo BhILIe.

3.2. OnTHueckHe cnekTpaJjibHble MeTO/bl
onpeJeJieHUss MapraHua

3.2.1. Cnektrporpaduyeckoe U KBAHTOMETpPHYECKOE
onpeneJeHHe MapraHua

IMIHCCHOHHBIM CHEKTPAJbHBIM MeTOJ0M MapraHell Onpeiesior B
CHJIHKATHBIX TOPHBIX Nopoaax npu cogepxanuu or 0,02 10 3 %. Me-
TOAbI OCHOBAHBl Ha HCIApeHHH aHaJ/JH3HpyeMoro obpasiia B CMecH C
OythepHbIM NOPOIIKOM H3 KaHajla YroJlbHOro 3JIeKTpoja B Jyre Inepe-
MEHHOI0 TOKa H M3MEHeHHH HHTEHCHBHOCTH CIeKTPaJbHBIX JHHHH ¢o-
TorpauuecKHM MeTOJ0M ¢ HcIoJb3oBaHueM cnekTporpada (HMucrpyk-
unn HCAM Ne 62-C u 125-C [27]) uau ma BO3GYKIEHHH CIeKTpa
MapraHia B 3JeKTPHYECKOH Ayre NepeMeHHOro TOKa IIPH BBeJeHHH B
Hee npoObl cnocof0oM BO3AYWHOTO AYThbA H PErHCTPALMH HHTEHCHBHO-
CTH CHeKTPaJibHBIX JHHHH (OTO3/EKTPHUYECKHM METOJA0M € NPHMEHeHH-
em kBantomerpa (Mucrpykuns HCAM Ne 168-C).

st yeTpaHeHust BAHsIHHS cOcTaBa NMpoObl Ha pe3yJbTaThl aHaJaH3a
Il TIOBBIIIEHHS] TOYHOCTH ONpejeJeHHH NMPHMEHSAT pasauuyHble Ovdep-
Hble CMeCH: M3 YroJIbHOTO MOPOINIKA, YIJIEKHCJIOTO CTPOHINS 1 OKCHa
MeIH, a TAKMKe CMeCH H3 YIJIEeKHCJIOro HaTpHsd, NHOKCHIA KPeMHHS U
rpaduToBoro mopomka. HanGosee 4YyBCTBHTEJNBHBIMH JHHHSIMH Map-
ranuna seasiorcs Mn [ 280,106, Mn I 403,075, Mn I 403,449, Mn I
478,34, Mn II 293,306 um.

Meroaukn MHOrOKOMIOHeHTHB. MeToanka ¢ mpuMeHeHHeM KBaHTO-
MeTpa MOMHMO MapraHia H3 Toil e HaBeCKH NpelycMaTpHBAaeT ompe-
neaenne Co, Ni, Cr, V, Ti, Fe, Ga, Sr, Ba, Cu, Be, Sn, Sc. Onucaune
MeTOAHKH NpHBeleHo B pasaene 7.2.1.

Cnekrporpaduueckas MeTOAHKa Hapsly ¢ MapradueMm mnperycmar-
pusaer onpeaenenne Si, Ti, Al, Fe, Ca, Mg. Onucanne MeTONHKH NPU-~
BeleHo B pa3sjene 1.2.

3.2.2. AtomHo-aGcopOunoHHOe onpejeNeHHe Mapranua

AtoMHO-aGcOpPOUHOHHBIM METOJA0M Mapratel OnpelelsiorT B CHJH-
KATHBIX TOPHBIX NOpPoJAax W pyaax B mHTepBaJje coaep:kanuii or 0,001
10 20 %. Meroauku siBAsOTCS MHOrokomnoneHTHbiMH. [ToMumo map-
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JHLla 13 HaBeckH oOpasua onpeneasiior Si, Ti, Ca, Mg, Al, Fe (Hn-
ykunsgs HCAM Ne 172-C). B noarotoB/ieHHOM K aHa/lH3y PacTBope,
OMe TIePevYHCJeHHBLIX 3JeMEeHTOB, MOXKHO OlpeiessiTh LBEeTHbhie Me-
abi, Co, Ni, a rakxke Sn, Cr, apyrue Mmeraaanl (Muerpykuus
JCAM Ne 155-C).

- Mapraneun atomMusaupyeTcsi B NJaMeHHM BO3JAyX — auernaen. Buus-
jie MEIIAIoUIHX 9/JeMEHTOB YCTPaHAeTCs BBeJeHHEM B aHAJIH3HPYeMblif
180p | % »aantana u 0,1—0,3 % nartpus. Hdas onpesenexnsi map-
AHIIa HCIOJIb3YIOT HanboJlee uyBCTBHTEAbHYIO JuHHIO Mn I 2795 um.
¢ Onucaﬂue METOAHKH aTOMHO-abcopOIHOHHOTO Olpejie/eniis qu—
anila npuBeleHo B pasjaedne 2.2,

’ /:,
3. PeHTreHOCNeKTPaJbHbIi METOJ OnpejesieHHss MapraHua

- Metoanka pekoMeHI0OBaHa AAs ONIpeJesieHHs MapraHua DeHTIeHo-
IeKTPaJbHbIM (PJIYOPECUEHTHBIM METOJOM B CHJHKATHBIX TOPHBIX I10-
ofax npu coxepxannu ot 0,02 g0 1,0 % MnO. Bepxusis rpauuua on-
e/le/IS1eTCH COCTABOM aHaJH3upyeMBbIX MPo6.

Pentrenocnexrpanabupiv ¢iiyopeciieHTHBIM METOAOM MapraHen of-
E1eJSI0T TOJAbKO NPH MHOrOKOMIOHEHTHOM anajinse. OJHOBpeMeHHO
Maprauuew W3 HaBeckH oOpasua onpepensitor Mg, Al, Si, P, K, Ti,
e, Ca. Ins pacuera copepiaHus MapraHna HEOGXOTHMO TAKIKe st
JK,ZLOH npodul 3uath cogepxkanne Na,O, FeO u norepio mpn mpoka-
HBaHHH, onpese/ieHiHe KOTOPBIX NPOBOAAT XHMHUECKHMH HJAM APYTHMH
ferofami. Bausiune BanoBoro cocraBa npoGLl Ha pe3yJbTaThl ONpeje-
eHHA MapraHila YYHTBIBAIOT VIPOLLEHHBIM crnocofoM (yHAaMeHTalb-
biX IapaMeTpoB.

~ Metoanka HenpuMeHnMa K o6bekTaM, cofepxaiium Goaee 1,5 9% F
i Soow (MM TaKoro e HX CYMMapHOro KoJHYecTBa), a Takike 0o-
lee 10 9% FeO, tak kak B 3THX cJyYasx NOTEPH NPH NMPOKAJHBAHHH
€ COOTBETCTBYIOT H3MEHEHHIO MacChl NPH clljiaBjeHHn ee ¢ (JiocoM.
B kauectBe aHaJHTHYECKOH JHHHH s ONpejlesieHHs MapraHua
cnonb3yior Ka,,,-1uHmo Mn (A=0,2099 um). YcaoBHA TIPOBeNEHHT
HaJu3a onHcaHH B pasjedne 1.3.

3.4. PeHTreHOpaaHOMETPHYECKHIH MeTOx
onpeaeaeHdsi MapraHua

Metonuka pekoMeHJ0OBaHa 1as ONpejesieHHs MapraHua H xkeses3a
8 MapraHuessX, JKeJe30MapraHuesblX pyAax H NPOAYKTax HX Nepepa-
JOTKH NpH cojepxkanun mapraunua or 7 go 20 % u xeaeza ot 2 o
0 9%. Wcenexyemubiii MaTepuHaa He J0JKeH cofepxkarth Gomee 0, n %
8 cymMMe XpoMa M 3JIeMEHTOB C aTOMHBIMH HoMepamH, Goaburmimu 26.
Metonuka paspaGorana I'. B. OcrpoymoBem, [. B. Tokapesoii,

. A, Apxunoswim, E. A. Kupbsnosem (Mucrpykuns HCAM
122-51D).

Ias onpeaefdeHns MapraHiua npumensietcss duyopecueHTHblfi peHT-
FeHopa HoMeTPHUECKHH MeTod, OCHOBAHHBIN Ha perucTpalud HHTEH-
CHBHOCTH XapaKTePHCTHYECKOro M3JyvyeHus, Bo3OykKiaeMorosmnpobe ¢
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MOMOIbIO MePBHUHOTO H3JAYUeHHs OT pPajAHOaKTHBHOTO H3otona. Xa-
paKkTepHCTHUECKOE H3JYUeHHe MapraHila H Kesesa Bo30yxA4lOT C 10-
Molubio paanonsorona Tm (20—10 I'bk) aByxcryneHuaTbiM clOCO-
60M C HCNOJb30BAHHEM KaAMHEBOil MHIIeHH. AHa/JIHTHUECKHE JIHHIII
BRIIEJAIOT ¢ MOMOIIbIO An(depenunatbHbX QUIBTPOB — AJSI Maprau-
11a XPOMOBOrO W BaHaJHEBOro, /sl Kejle3a — MapraHieBoro u Xpomo-
Boro. MHTeHCHBHOCTh XapaKTEPHCTHUECKOTO H3Jyd4eHHs PerucTpPHUPYIOT
nponopiuuoHaabieM Aetrekropom CH-6P.

Bansinne Ha aHaJM3 BeUIECTBEHHOTO cOCTABA MPOO YYHTHIBAIOT I1y-
TeM HM3MepPeHHSI HHTeHCHBHOCTH OTPa)K€HHOro Gera-uajIyueHHs, BO3-
HUKalomero npu obayuennn npobul Gera-unctounnkom *Sr (BUC-1),
rasopaspsigueiM cuetunkom CBT-11. Mamepenue npod mpoBOAST B Ha-
CHILIEHHOM CJI0e ¢ MOBEPXHOCTHO#H MaoTHocThio Godee 0,5 r/em?.

Jlisi pasfenbHOrO OmpejeseHHs MapraHiua H iKejeda HCIO/L3YIOT
TO 0OCTOATEABCTBO, YTO KayK/AbIH M3 3THX 3JeMEHTOB MOYKHO paccmart-
pHBaTh KaK BHYTPEHHHH CTAHAapT AJ5 APYroro 3/JeMeHTa M OTHOIIEHHEe
HHTEHCHBHOCTEH XapakTepucTHUeCKoro uaayueHus (/*) or mapranua
H JKejesa, cojepiKamiuxcsi B npoGe, MPOMOPIHOHAJIBHO OTHOIICHHIO HX
‘KouueHtpaunit (B %):

[xFeff!an = € CFe“'CMn =1ia, (15)

THe & — Ko3hduIMenT, NOCTOSHHbLH 18 KOHKPETHHIX yCJAOBHIl H3Mepe-
HHS W OnpefessieMblil 3KCIepUMeHTaabHo.
IIpu stom
hol %} =
CMn 5 Ci.\‘ln-f(l +Ea); CFe e (CMn—' CMn)n‘i;' (16)

rape Cﬁ’ln ="CMn+§CFe-

B caydae HAGHTHYHOCTH BEUIECTBEHHOIO coCTaBa oﬁpasuoa cpaBHe-
‘HHA H aHaJH3HPYEMBIX npob Cﬁ:l]:CR%n:CMn. Ecan cocraB HeoamnHa-
‘KoB, Beauuuna C,° paccuuTbiBaeTcsd Ha OCHOBaHHH 3aBHCHMOCTH!I

Mn
Cin = Chia (Cha, + 8)[(Chyy + B), (7

Tle § — NOCTOfHHAs Be/NHUHHA, ONpele]seMas SKCIepHMeHTa/bHO.

IlpeaBapuTenbio no peayabTataM H3MepeHHS 06pa3loB CpaBHEHHS
(He cozepaKalllux KeJesa) CTPOST TPaayMpoBOuHble rpaduxm Qyuk-
1HOHAJIBHOH 3aBHCHMOCTH HHTEHCHBHOCTEH XapaKTepHCTHYECKOro H OT-
paxkenHoro GeTa-us/yueHusi oT KoHueHrpauun mapranua: 5 = F(Cmn)
H ]‘Man=f’(CMn).

CoOTBeTCTBYIOUIHM NPHTOTOBJEHHEM O0O0pPa3LOB CPaBHEHHS MyTeM
pasbGaBiaeHHsT HCXOAHOA MPOOBI ¢ MaKCHMAaJbHBIM COJACprKaHueM Map-
raHia KBapleBblM HeckoM H (HILTPOBaHHEM OTpaxeHHOro HeTa-uaJy-
UeHHd MeAHOH (oJbroil, nomeliaemMoi rnepej OKHOM JeTeKkropa, aobu-
BalTcs JHHeHHocTH 000HX rpadHKoB.

Has onpepeneHns KOHCTAHTBI & H3MepAlOT NPoGH ¢ HaleXHO yera-
HOBJEHHBIMH COJAEpKaHHAMM MapraHua u keaeda (20—30 % xkamx-
Jioro) :

§ = Pp Cppnl (P mnCre)

u GepyT cpeiHuil pe3yJbTaT M3 BCEX H3MEpeHHil,
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- Koncranty 6 onpeaensiior Kaxk cpejiHHil pe3yabraT HaMepeHmH He-
KOJLKHX P00 ¢ JI0CTOBEPHO H3BECTHBIM COJEPIKAaHHEM B HMX MapraH-
@ M JKeje3a H PasjiHuHbIM BELIeCTBEHHBLIM COCTABOM:

X (C::;Jn Ik CM. - G : CFc’

8=C
Mn . XL
(C,\ﬁn e Cl’-‘c . ;\u)

- Jlaa onpejesiennst coleprKaHus MapraHia H xeJjesa: a) 10 rpaiyH-
joBouHLIM rpaukam Haxoaar Bemwunnsl C,5, (CXE) u Ci, coorBer-
TByIOlLlHe H3MepeHHuM nHTeHcnBHocTaM [%, [ Xu I} ; 6) mo dopmy-

e (17) paccunThIBAlOT CyMMapHOe cojepxanue B npoGe MapraHua
| kese3a B mpouentax maprarna (C, )i B) OnpegeasioT OTHOLICHHE
ele3a K MapraHuy no (opmyae (15) §a=CF’;§/C‘\."‘nH r) no dhopmy-
(16) paccuntniBalor cogepxanue B npobe mapranua (Cmn) H XKe-
a (CFe).

B nacrosee Bpemsi Aas onpelesieHHs Mapranua Gojee nenecoos-
A3HO HCIIOJB30BATh CMEKTPOMETPE ¢ NOJYINPOBOJAHHKOBEIMH JIETEKTO-
aMH, KOTOPHIE TIO3BOJAIOT A0CTATOYHO OBICTPO H HAJEKHO ONpPeleaaTh
apraselrl Kak B OTCYTCTBHEe MellaloLIUX 3JeMeHTOB, TaK H NPH HaJH-
ux (cm. paszen 1.4).

4. AHAJIN3 MAPTAHILIEBBIX PY]

Ilpn pasBenke MecTopomeHiii BayKHEHIIHM KPHTEPHEM OIMEHKH
dYecTBa MapraHieBHIX Py sBJAAETCA HX XHMHYECKHH COCTaB, a TaK¥Ke
raTHMOCTb PYJ B TeX CJy4asix, KOrla Mo COCTaBY OHH HENPHTOLHBI
HENnocpe1CTBEHHOro MPUMEHEHHS.

- Mapraniesble py/ibl B KauecTse npiMeceii cozepiKar Keqeso, KpeM-
e3eM, IVIMHO3eM, Kaabluil, maruud, Qocdop, cepy, a Takmxe Oapwuii,
i amﬂ‘, HHKe/Ib, B HE3HAYHTEJbHBLIX KOJHYECTBaX MOJHOJeH, BOJb-
aM, BaHaauii u apyrue saementnl. Conepxanne docdopa, KoTopoe
osedaerca or 0,1 mo 0,5 %, cayxKuT BamHelLIHM IoKasaTeleM MpPH
leHKe KayecTBa MmapranueBbix pya. Conepianue cepel B pyviax He-
enuko u He npesbiuraer 0,1 %.

4.1. OnpeneseHne KOMMOHEHTOB MapraHUEeBbIX PYA

IIpu reosoruveckHx W APYTHX HCC/EJ0BAHHAX XHMHUYECKHH aHaJ u3
MapranieBblX PyA BKJIOYaeT onpeleseHHe CAENYIONHX KOMINOHEHTOB:
5i0;, Al;03, TiOy, Mn(06ut.), Fe(o6ut.), CaO, MgO, BaO, Py0;, S,
As, Co, Ni, MnO,, H,Ot+, H,O~.

Onpeﬂ;enenue OONBUIHHCTBA KOMIOHEHTOB B MapraHIeBBIX py1ax
XO[HO ¢ ompeiejdeHieM HX B Kede3nblx pyaax. SiOj, Al,OQs TiOs,
Fe(o6m), CaO, MgO o6biuHO onpejessiioT H3 OIHOH HAaBeCKH B Xoje
HOJTHOIO aHaJH34a, NpHMeEHAsa 1A KOHEYHOro olpeaeieHHs 3JeMeHTOB
PHTpHMeTpHueckKue U (oToMeTpHYecKHe METOAbl, a Takike aTOMHO-ab-
COPOIHOHHBIE METO/ABl, ONHCAaHHe KOTOPBIX NpHBeleHo B pasienax L.l
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# 2.2, Bece ocrajabHble KOMINOHEHTBHI ONpEAE/AIOT B OCHOBHOM H3 OT-
JeJbHBIX HABECOK.

Maprauen npu cogepxanuu or 0,5 10 60 % onpenenstor nore-
IIHOMETPHYECKHM METOZOM, OCHOBAaHHBIM Ha oxucaenun Mn (II) no
Mn (IIl) pacrBopom nepmaHraHaTta KaJus B HeliTpaabHOfi cpejle B
NpHCYTCTBHH KoMIIeKcooGpasoBaTeasi mupodocdara narpus. [lpu co-
nepzkanun ot 0,01 1o 5 Y% mapranen moxker GbITh onpeiesied Goromer-
puueckum MmetogoMm. OnucaHHe MeTOAHK TpHBeJAeHO B pasaenax 3.1.3
u 3.1.4.

®ocdop B MapraHueBod pyje onpeefioT TaK e, Kak H B JKe-
JiesHoit pyje, hoTOMETPHYECKHM MeETOAOM, OCHOBAHHBIM Ha B3aHMO-
peicTBAN HOHA (ocdopHOH KHCAOTHE ¢ HOHaAMH MoaudOIeHa B MPHCYT-
CTBHH BOCCTAaHOBHTEIS (ackopOHHOBOM KuC/A0TH) ¢ ofpasoBaHueM ¢oc-
thopHo-MoNKHG1€HOBOr0 KOMILJIEKCd, oKpallleHHoro B cuHuil uper. Jlas
YCKOpeHHsI Pa3BHTHS OKpPackKu B pacTBop 100aBJslOT CypbMAHOBHHHO-
KHCJBIH KaJHii.

Ilpu onpenenennu docopa MapraHiieBsle pyJALl BCKPHIBAIOT CIlJIaB-
Jennem co cmecblo NaOH u NayO,. Mertoanka npuMeHHMa K aHa/H3y
MHHEPAJLHOrO ChIpbsl TPH cojaepxannu (ochopa or n-107% o 2 Y
(paspaGorana ®. B. 3aiikosckum, E. B. ®yprosoi, B. H. Kanaunoii).

Hagecky npo6st 0,1—0,2 r cniaBiasiT B HHKEJEeBOM THrle ¢ 3 T
NaOH u | r Na,O, B mydene npu tremneparype 700—800 °C no noay-
YeHHsi 0/HOPOAHOro ciiiaBa. OxHOBpeMeHHO BeAYT KOHTPOJbHBI OMBIT
Ha peakTHBax. OxJaAeHHblil THIreJb BMECTe C IJ1aBOM NEPEeHOCAT B
ctakan BMecTHMOCThI0 250—300 mwm, moGasasior 100 ma 20 %-woro
pacteopa NaCl, narpepator u kunarar 7—I10 MuH 10 moJHOrO pasJo-
Kenns cniasa. PacTBop ¢ 0cajKoM MepeHOCAT B MEPHYIO KoJGY BMe-
cruMocTbio 200 ma, oxgazkaaloT, A0BOAAT A0 MeTKH BOJAOI H IepeMme-
muBalor. PactBop duabTpylor, or6pachieas nepeyio nopuuio ¢GpuiabTpa-
Ta. ANUKBOTHYIO 4yacTh 5—25 MJ * mepeHocAT B MepPHYIO KoJa0y BMe-
ctumocthio 50 ma, Hefirpaausyior 2,5M pactBopom H:SO4 mo denod-
Pranenny; ecan npoda coAepKHT MbillIbAK, 100aBAAT 5 MJ Boccra-
HoBHTeabHOH cMecH (20 ma 2,5M pacrBopa HoSO4 cmemuBator ¢ 40 Ma
10 %-Horo pacrBopa meraGucyiasbhura natpus u 40 ma 1 %-noro pac-
TBOpa THOCYJb(aTa HaTpHA) H nepeMemnpator. Ecan npoba He coaep-
JKMT MbllibAKa, Aobasasior 5 ma 0,5M H,SO; u nepememmusaior. Ye-
pe3 15 MHH 06aBASIOT CBEXKEINPHTOTOBJEHHYIO CMECh pPeakTHBOB
(50 ma 2,5M pacreopa H,SO4 ememnsaior ¢ 15 ma 4 % -Horo moauéue-
HoBoKucgoro ammonusi, 30 ma 0,1M pacTtBopa ackopOHHOBOH KHCJIOTEI
# 5 ma 0,008M pactBopa cypbMAHOBHHHOKHC/IOTO KaJHs), J0JHBAIOT
JI0 MeTKH BOJOH, mepememinBaior u 4yepe3 40 mMuH uamepsitor aGeopo-
uHio pactBopa npu A =720 HM 110 OTHOIIEHHIO K KOHTPOJBHOMY OTBITY.
Conepxkanue Qocdopa HaxodsT 1O rpaiyHpoBOUHOMY rpaduKy.

Jast noctpoenuss rpaaynpoBOUHEIX rpadukoB npu pabore ¢ KioBe-
TaMH ¢ TOJUIHHOH cJjosi 10 MM B MepHBIe KOJOB BMeCTHMOCTEIO 50 MJ

* Ecan B npobe mpueyrersyer Xpom (Gosee 5 Mkr B 50 Ma KoJopHMeTpHpye-
Moro o6bema), TO B aJHKBOTHOR YacTH pacTBopa NPOBOAAT oTAeneHHe docdopa or
xpoma, ocaxjas Gochop B npucyretsun koaacktopa (5 ma 5 %-noro pacrsopa
XJIOPHOTO 3KeJe3a) aMMHAKOM.
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TIOMelllaloT CTaHAapTHbI pacTBop ¢ coxep:kanuem docdopa 10 MKr
B 1 ma (0, 5, 10, 15, 20, 25, 30, 35 u 40 mkr docdopa), nobasasOT
10 20 Ma Boabl, 5 Ma pactBopa agas pasbasienus (B 100 ma 20 Y% -Horo
pacteopa NaCl pacrsopsitor 4 r NaOH, pas6asasior Bonoii 10 200 ma
H GuabTpylor), Hedrpaausyior 2,6M H.SO, no denoadranenny, no-
Gasaaor 5 ma 0,5M H,504 8 ma cMecn peakTHBOB, 10BOIAT 10
MeTKM BOJAOH u mepememnaior. Uepes 40 mun uamepsitor aGecopdunio
pacTBopa MO OTHOLIEHHIO K HYJEBOMY pacTBOPY.

ITpu paGore ¢ KiOBeTaMH ¢ TOMHHON c10d 50 MM B MepHbe KOJGH
BMecTHMOCTBIO 50 MJI MOMellaloT CTaHAapPTHHI PacTBOP C CO/JepKaHH-
em ocdopa 5 mxr 8 1 ma (0; 1,0; 2,0; 3,0; 4,0; 5,0; 7,5; 10,0; 12,5 u
15 mkr docdopa) u ganee mocTynamT TAK, KAK OMHCAHO BLIIIE,

Onpeznenenne cepBl B MapraHueBBIX pyAax NPOBOAST TaK e, Kak
# B JKeJe3HbIX pyaax, NPOKaJuBaHHEM HaBeCcKH o0pasia B TOKE KHC-
JI0pojla MJH YIVIEKHCJIOTO rasa ¢ Moc/eIyioUlHM THTPoBaHHeM 06paso-
BaBlIeHcs CePHHCTOH KHCJIOTH PAacTBOPOM HOJa B NPHCYTCTBHH Kpax-
mana. Cepy B MapraHuUeBLIX pyAax ONpeiensioT TaK:Ke rpaBHMeTpHye-
CKHM MeTOJ0M, OCHOBaHHbIM Ha ocaxieHuH cepsl B Bie BaSOQy (mpu
3TOM pasJoxKeHHe HaBecKH NPOBOISAT CIJIaBJAeHHeM C COJA0H H CeJanT-
pofi), 1 HOHOMETPHYEeCKHM MeToioM (cM. pasgena 2.1).

Huxkeabr n ko6anabT B MapraHueBBIX pyAax MOryT OBITh OI-
peleneHbl OJHHM H3 METOAOB, omicaHHbX B raasax 9 u 10. HauGosee
4acTo AJ5 ONpeJeseHHss HHKeNs HCNOJb3YIOT GoToMeTpHUYeCKHt METON,
OCHOBaHHBIl Ha peaklHH HUKeJds ¢ AuMernariasokcuMmoMm. Omnpepene-
HHIO MelllaeT MapraHeln npu cogepxanud Bbille 4—5%. B sTom cay-
Yae MapraHel NnpeiBapHTe/]bHO OT/IAeJAIOT, ocaxklasl ero ¢ THAPOKCH-
JOM eJe3a U3 aMMHAYHOrO pacTBOpa B NPHCYTCTBHH IepcyJibdara
ammonns, Hasa onpenenenns Hukens or 0,005 mo 10 % moxer OHITL
OpHMEHEH ATOMHO-aGCOPOLHOHHBIN MeTOJ, NPH 3TOM aHAaJAHTHYECKOil
JHHHEH CJAYIKHT JHHHS HHKeas 232 HM,

KoGasbT 06bIuHO ONpeensiioT (OTOMETPHYECKHM MeTOL0M M0 peak-
LHH ¢ HATPO30-P-cosbio ¢ ycTpaHeHneM BJHAHHS MelUamoUIHX 3JeMeH-
TOB (Kesne3a u Mapranua) noOasjeHHeM ¢ocdopHoil kucaors. Ko-
Gaabt npu cofepxannu ot 0,005 no 10 % onpexeasiior atoMHo-abeopo-
LHOHHBIM METOJ0M, HCHOJAb3ysi aHaJIHTHUYEeCKYIo JuHHIO 240,7 HM.

Mpimbsa K onpegensiorT GoToMeTpHUIECKHM METOAOM B BH/I€ CHHErO
MBIIILAKOBO-MOJIHOI€HOBOTO KOMIIJIEKCa IIocje NpeiBapHTeJbHOr0 OT-
JeNleHnsl MBILIbSKA AHCTHJSIHEH H3 COJSTHOKHCJOro pactsopa. B ka-
YyecTBE BOCCTAHOBHTEJEH NPHMEHSIOT CEePHOKHC/BI THAPa3HH, ackop-
OHHOBYIO KHCJOTY H JPYrHe pPeaKTHBBI.

Hasecky 0,2 r npu conep:xauuu Mbibsika Menee 0,1 %, nomemaior
B crakan BMectuMocThio 50 ma u mpuamsator 10 ma HNO; (1,40).
Ilocae npekpalleHHst peaklHH MOMeLIAIOT cTakaH Ha cjJalo Harperyio
NJAHTKY (y/lajieHHe NapoB a30THOf KHCJAOTHI I0JKHO NPOXOAHTH B Te-
yenre 1—1,5 u) u ynapusaiwoT 10 nojaoBuHbl oowema. Ecam pyna pas-
JIOJKHJACh HE MOJHOCTbIO (HEepacTBOPHMBIH OcaJ0K COAEPIKHT TEMHbIe
yactuusl), npuausawot 10 ma cmecu HNO3 n HCI (3:1), 4—5 kaneas
HF u cHoBa ymapuBaloT Ha cjaabo Harperoil NJAHTKe 10 [OJOBHHBI
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o6bema. 3atem npubasasor 5 ma HySOy (1:1) n narpesaior go na-
yaja Beigededns napoB HySOs Oxnaxiaalor, o6MBIBAIOT CTEHKH cTa-
KaHa BOJAOI M CHOBA HarpeBaloT [0 Bbiaesenus rycteix mapoB HpSOs.

PactBop nepeBoAsiT B K0JOY AJAS OTTOHKH MblIbSAKA, OOMbIBast
crenkn crakana HCl (2:1), noBoasiT o6beMm KHIKOCTH B MeperoHHoi
KoJ0e 10 50 ma, npudasasior | r cyxoii cMecH cepHOKHCJIOTO I'HAPa3H-
Ha ¢ OpomucTbiM KaaumeMm (1:1) u noasepraior pacTBOp NeperoHke,
uaberast OypHoro Kunenus. Orronsior npubanszurenasio 3/4 obbema 1o
HOJYyYeHHsT CHPoNooOpasHoil KUAKOCTH B Koabe. JlHCTHAAAT coGHpaoT
B cTakaH BMectuMocTbio 100 M, B KoTopsiil Haausaior 10 Ma 1 %-unoro
pacrBopa mnepokcuia Bojoposa. K jauctuaasarty npuaneaior 10 wmu
HNO; (1,40) u ynapusawor aocyxa. Cyxoit ocTaTok cMauuBaior 2 Kaf-
asimi 10 %-Horo pactBopa NaOH, npuGasasior 30 M BOABI 1 KHIOATAT
5 mun. PactBop mefiTpasnsylor u noakucasior 3—>5 xkanasmu 3M
HySO4, nepesoaar B Mepuylo Koa0y BvectuMoctbio 100 ma, gonanBaior
10 MeTKH BoAoH u nepemeinBaiorT. OTGHPAIOT aJHKBOTHYIO HacTh pac-
TBopa 5, 10 mau 25 MJa (B 3aBHCHMOCTH OT COAepXKaHHA MbIIUbAKA)
B TOT Ke CTaKaH, B KOTOPOM coOHpa/H H yHapuBa/au AHCTHIJIAT, MPH-
JUBAOT 4 MJ ruapasuH-mMoanGaatHoro pactBopa (K 50 ma 1 %-Horo
- pactBopa MoJu6aeHoBoKHcaoro amMmonus B 3M H,SO, npubGasasior
5 ma 0,15 %-Horo pacTBopa CepHOKHCJOTO rMApa3nHa H 10BOAAT BOAOWH
Ao 100 ma), pasbaBasiior BofoH a0 35—40 Ma u kunATAT 2—3 MHH.
PactBop oxg1ampaaior, mepeBoAAT B MEPHVIO KOJOY BMECTHMOCTBIO
50 mJa, 10BOAAT BOAOH N0 METKH H NepeMeminBaoT. AGcopluuio pac-
TBOpa H3mepsioT npu A=0650—700 HM B KiOBeTe ¢ TOJLIHHOIN CJI0S
10—20 MM Do OTHOWIEHHI0O K KOHTPOJBHOMY ONBITY, NpPOBELEHHOMY
yepes Bce craaun ananusa. Cojep:kaHine MbllIbsiIKa HAXOAAT IO rpa-
AVHPOBOYHOMY rpauky.

Jas noctpoenns rpaayHpoBOYHOTO rpaduka B cTAaKaHEl BMeCTH-
mocteio 100 mMa momelialoT CcTaHJAApTHHIE pacTBOp ¢ coAepHiaHHeM
mblmbaga 0,01 mr 8 1 ma (0,005, 0,01, 0,02, 0,03, 0,04 .. B0tk 10
0,1 mr), noGasasior pactBop KMnOy no yeroiiungoii po3oBoii okpackH,
KOTOPYIO uepe3 HECKOJbKO MHHYT paspywaioT nobaBjeHHEM [0 Kai-
asm 0,15 Y -noro pactsopa cepuokucaoro ruapasuna. [puausaior 4 ma
rujpasud-mMmoanbaaTHoro pacrBopa, pazfaBasior Bopoi n1o 35—40 ma
i Kunatatr 2—3 muH. OxJaxaennble pacTBOPHl NepeBOIAT B MepHbIe
KOJA0b BMeCTHMOCTBIO 50 MJ, TOBOAAT A0 METKH BOJOH H NMepeMellHBa-
10T. AGcopOuHnio PacTBOPOB H3MEPSIOT IO OTHOILEHHIO K HYJI€BOMY pac-
TBOPY.

Fnrpockonunueckywo Boay (H:O™) onpenensiior BhicylmnBa-
HHeM JBYX-Tpex MapaJjjejbHEIX HaBecOok mnpolGel Maccoil |-—2 r mpn
temneparype 105—110 °C xo noctosstHHOH Macchl.

Cpasaunnvio soay (H.Ot) onpenensiior no meroay IMenduin-
aa [29] nam nNpsMBIM METOJOM ¢ MOrJIOLIEHHEM BOAbBI aHTHIPOHOM —
nepxjopatom maruus (Muerpykmns HCAM Ne 120-X [27]). B npsimom
METO/le HAaBECKy CJIe/lyeT NpeaBapHTeqbHO BLICYWHTh npH 105—110 °C.
B o6oux metonax ompegeasiior oflee coiep:kanne Bojsl. Koanuecrso
CBSI3aHHON BOIBI HAXOAAT N0 Pa3sHOCTH MeXAY OOLHM coIeprKaHHeM
BOJbI H COJA€pKaHHeM THrPOCKONHYECKO BOJHI.
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KoanyectBo aKTHBHOTO KHCJAOPO/Aa YCIOBHO MepecyHTHIBA-
10T Ha JHOKcHL Mapradua MnOy (1o akTHBHBIM KHCJI0POJOM MOHHMA-
10T OKHCJASIOULIYI0 CNOCOOHOCTL OKCHILOB Maprawiia).

JloKcHA Maprasua OnpeieqsiioT THTPHMETPHYECKHM METOAOM, OC-
HOBaHHLIM HA CBONCTBe JHOKCHAA MapraHila B NPHCYTCTBHH BOCCTAHO-
BHTeJleli pacTBOpATbcA B paz0aBieHHONH cepHoil KHcJaoTe ¢ ohpasoBa-
nuem cosau maprauuna (II). HauGoabuee pacnpocrpanenne moayynan
MEeTOI BOCCTAHOBJIEHHS AMOKCHAA MapraHlla B KHEJOI cpejie 3KBHBA-
JIEHTHBIM KOJIHYECTBOM l1aBe/seBOH KHCJAOTH (HJH 11aBeNeBOKHCIOro
HaTpHs) H THTPOBaHHA ee H30OLITKA PAacTBOPOM MepMaHraHaTa Kajaus
H MEeTO/] BOCCTAHOBJEHHS AHOKCHAA MapraHiua SKBHBAJEHTHLIM KOJIH-
4yecTBOM JABOHHON cepHOKHc/0# coam xedesa (II)— ammonus u THT-
poBaHusi ee H30LITKa pacTBopoM OGuxpomata Kaausi [l, 2]. Peaxunn
NPOTEKAIOT TIO YPaBHEHHAM:

MnO, + H,C,0, 4+ H.SO, = MnSO, + 2 CO, + ¥ H.0,
5H.C.0, + 2 KMnO, + 3 H,50, 2 MnSO, + K.SO, + 10 CO, + 8 H,0;
MnO, - 2 FeSO, + 2 H,SO, - MnSO, + Fe. (SO,); + 2 H,0,
6 FeSO, + K.Cr.O; + 7 H,SO, — 3 Fe, (SO,); + K.SO, + Cr, (SO,); + 7 H.0.

Peakrus. MapraiueBOKHCIBIN Kaquii, THTPOBaHHLI pactBop. Kpuerasanvuecknii
KMnO, pacrpopsiioT B onpezeaeHnoM oGbeMe BOJAH H3 pacuera 12 r 8 1 a1 pacrtBo-
pa M YCTaHABJHBAIOT THTP MO IIABEJIEBOKHCJIOMY HaTpHIO. | T IaBeseBOKHCIOrO
HaTpHA, BeicyweHHoro npu 105—110 °C 1o noctosinHOfi Macchl, NOMELAOT B KOHH-
YecKkylo kKoaby BmecTHmoctbio 250 wma, npmausalor 60 ma H,SO, (1:4), pas6asan-
o1 Boao#i o 120 mua, HarpeBalor go 85—90 °C u THTPYIOT pacTBOpOM Mapranue-
BOKHC/IOTO KaJusi 10 TOABJIECHHS PO30BOH OKpackH, He Hcuesawumeii B Teuenne 30 c.
TrMno,/Ma0.=0,6487 C/V, tae 0,6487 — xosdpuunenT mnepecyera UABEAEBOKHCIONO
Hatpus Ha MnQp; C — HaBecKa ULaBeJEBOKHCIOrO Hatpus, r; V — KoanyecTno
pacrsopa KMnQ,, n3pacxofoBaHHOrO HA THTPOBAHHE, MJL

Hagecky 0,25—0,5 r nomelialoT B KOHHYECKYI0 KOOV BMeCTHMO-
cthio 250 mua, cmaumBaior 1—2 ma Boawl, npubasasior 60 ma HaSOs
(1:4), mpuauBaior u3 Gioperkn 40 ma 0,2M pactBopa uiaBeJeBoi
KHCJIOTH MY L1ABEJeBOKHCJIOr0 HATPHS, HAKPBIBAIOT YACOBLIM CTEK/IOM
H HarpepaloT, He 10BoAs 10 KurneHus (85—90 °C), 10 mojHoro mcyes-
HOBEHHSI TEMHBIX YACTHI[ PYIbL.

OnHOBPEMEHHO CTABAT KOHTPOJLHBIH ONBIT C TEMH 7Ke KOJHYecTBa-
Mi cepHOHl H LlaBejeBOHl KHcJOT. PacTBopbl Bpemsi OT BpeMeHH NoMme-
wuBaioT. Kunatute pacTBOpbl Helb3dl, TAK Kak IPH TeMIeparype KH-
neHns lasejeBasi KucJora saMerHo pasJaaraercs. ITo oxonuanuu pas-
JIOXKeHust pactBop TYT ke pasGasasoor Ao 120 mua ropsueit Bogoli H
THTPYIOT PAcTBOPOM MepMaHraHata Kajaus (THTP KOTOPOro ycTaHOBJEH
no Na;C»04) 10 nosiBiaenust c1abo-po3oBoii OKpackH, He Hevesarouled
B Teuenne 30 c. K KoHIY THTpOBaHHS TeMnepaTypa pacTBopa AOJKHA
GuiTh He HuxKe 60 °C.

Conepxkaune anokcuaa mapranna C (B %) swiuncasior no ¢op-
myie

Chno, = 100 (V,— Vi) T/m,

rae V, —o0bem pacteopa KMnOs, n3pacxogoBaHHOro Ha THTPOBaHHE
KOHTpOJbHOro oneita, ma; Vo, —oobem pacrsopa KMnO,, uspacxono-
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BaHHOTO Ha THTPoBaHHe M3GBITKA llaBeJeBOll Kucaorel, Ma; T — turp
pacteopa KMnQ,, BelpaxieHHBIl B I/MJ AHOKcHAa Mapranua. | wmue
0,1 u. pacrBopa KMnOy coorsetcteyer 0,004347 r MnO;; m —- Hasec-
Ka, r. Conepxanue akTHBHOro Kucjopoia Caxr.o (B %) Haxoaar no

dopmyae
Cakf. 9 == 0;1 34 CMnO_u

B HeKoTopbiXx MapraHueBbIX pyldax BCTpeualoTcss HeDOAblliHE KOJIH-
tyectBa Gapus, colepikaHHe KOTOPOTO ONPeAeNsiloT TOJbKO NPH MOJ-
HEIX aHanusax. Bapuit yioOHee onpelensiTb H3 OTAeJbHOH HaBeCKH,
TaK Kak B 3TOM cJydyae pe3yJbrarbl nojyyalorcs 6Gojiee J10CTOBEPHbI-
MH, YeM NpH onpeaeeHnn Gapusi B xole anaansa [29].

Bapuii onpejensior rpaBHMETPHYECKHM METOA0M, OCHOBAHHBIM Ha
ocarkJaeHHH CepHOKHCJIO0TO Oapusi H3 cJaboKHCABIX [0 COJNSHON KHeaoTe
pacteopoB (1 ma HCI (1,19) 8 100 ma pactsopa). UtoGul yMeHBIINTD
aGcopOunio NMOCTOPOHHHX BelllecTB, ocaxlenne BaSOs nposoasar us
pasGasaenHsix pacteopoB (200—300 ma). Ocaxaenuio BaSO; mema-
0T coJH KaJblus, cBuHIa u Kedesa (lII), a Takke 3HauurTesbHble
KOJIHUeCTBa COJSHOH, a30THOH W cepHOl KHCJOT, NO3TOMY VKasaHHHIe
BElLeCTBa NpeABapHTe/bHO yaaasor [1].

Hasecky 0,5—2 r nmomemaior B crakaH BMecTHMOcTbiO 250 ma n
pacrBopsitor B 15—20 ma HCI (1,19) npu uarpesauun. Ilpuausaior
5 ma HNOgz, 3 ma HoSOy4 (1:1) 1 nponoaxalor narpeBath /10 Havana
Belenenns napos H,SO4. Oxnaxxiaior, oOMBIBAIOT CTEHKH CTakaHa
BOJOMH u cHOoBa ynapusaiwTt Lo napos HySO,. Tlocae oxanamaenns pac-
TBOP OCTOPOXKHO pas3faBasiior xoaoaHoH Boaoll 1o 60—70 ma n caado
KHOATAT B TeyeHHe HECKOJbKHX MHHYT AJ4 VIJOTHEHHA ocajika. Bwl-
naBlIeMy OCaaKy AaloT OTCTOATbCA 2—3 u (Jyullle OCTABHTL HA HOUB).
Ocanok ordHABTPOBLIBAIOT 4Yepe3 ABOHHONH MJOTHBIH GUIABTP ¢ QuIbL-
Tpobymaxnoil maccoil. [lepBeie nopuun GuabTpaTa NPONycKaloT 4yepes
¢uabTp moBropHo. Ocafok nepeHocAT HA QHIBTP H NPOMLIBAIOT 5—
6 pas tenJoii Bojo#, copepxautei B 1 g 1 ma HoSOy (1:1). Quastp
€ 0CAaJKOM NOMELLAIOT B IJATHHOBBI THIe]b, BHICYHUIHBAIOT 1 O30JMI0T
npH BO3MOMKHO OGoJee Huskoil temmneparype. [locae oxmamxkaenus K
ocanky npuauBaior 1 ma HySO4 (1:1) u 810 ma HF u narpesaior
1o napo HySO4. Oxanaxpalor, npuausaior eme 5 ma HF n ynapusa-
10T jocyxa. OcTaTok cnaaBasiOT ¢ 3—5 T yraekucaoro natpusa. Cnaas
BhiesaunBaior 100 ma ropsiveil Boabl B cTakan BMecTHMOcThIo 300 M,
HarpesBaloT A0 MOJHOrO pacnajeHns KOMOUYKOB CIJiaBa, (PHIALTPYIOT ue-
pes IJOTHBIE (GuUALTP, cTapasicb ocalloK He NepeHocHTh Ha GuIbT,
i npombiBalor ropsaunm 1 Y% -ueim pactsopom Na,CO; 10 orpHuaTeNb-
HO#t peakunu Ha cydbdar-uon. Ocalok cMBBAIOT BOAOH 00paTHO B TOT
XKe crakaH. YacTHuel ocaaka, ocraBuinecs Ha (HIBTpe, PacTBOPSIOT
npomeiauneM duabTpa 8—10 ma ropaueit HCI (1:3), a 3atem Bogxoii.
PactBop pasbGasasior Bonoit 1o 200—250 Ms (KHCJAOTHOCTL pacTBopa
nocae ero pasbaBienns He aoaxHa npeswmimare 1 ma HCI (1,19) B
100 ma1), HarpeBalOT 10 KHIEHHS H OcaykialoT OGapHi, NpuauBas Mel-
aerno npu nepememusannn 10 ma HaSOy (1 :3). Ilo okonuanuu ocax-
nennss BaSOy crakan ocrasasior Ha 2—3 4 B TemJOM MecTe, Bpems
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OT BpPeMeHH pacTBop nepemetunnBaior. IIpu majom copep:kaann Gapus
PAacTBOP OCTABJSIOT HA HOUb.

Pacrsop ¢uastpyior uepes miotHbiil Guabtp ¢ GuabTpodyMaxKHoil
Maccoii (nmepsble mopuun QuALTPAaTa NMpomycKaloT uepe3 (GuABTP mno-
BTOPHO), OCAJ0K NepeHocsAT Ha (QUALTP M MPOMBIBAIOT TenJoil BOLO,
cogepxaiieir B 1 a1 1 ma HpSO4 (1:1), 1o orpunarenbHoit peakuun
Ha XJOp-HOH. PHABTP ¢ 0caJKOM MOMELIal0T BO B3BelleHHBIH MIaTH-
HOBHIl THre/]b, BHICYIIHBAIOT, 030J410T INPH TeMINepaType He BHIlle
550 °C (e nmomyckas BocmJaMeHeHHsi (HALTPA), NMPOKAJHBAIOT A0
noctosinHoil Macch mpu 800 °C, ox/1a)KaaioT B 3KCHKaTOpPe H B3BellH-
BAKOT.

Ecan ocazox okaxercss He uncTo GeJBIM, a CEPOBATHIM H3-32 BO3-
MOXKHOTO BOCCTaHOBJeHHdA cyJabdhara 6apus 1o cyabduia npa GulcTpoM
CKHTaHHH (HALTPA, TO OCAJ0K CMauHBAIOT HECKOJBKHMH KalJasiMil
HNO; u ocropoxuo Bbinapupaior ¢ asyms kamasmu H,SOs (1:1),
TIPOKAJAHBAIOT H CHOBA B3BEIHBAIOT.

B nocaennee Bpems aas onpejedeHus Gapus NpPHMEHSIeTCs peHT-
resHopajiHoMeTpPHYeCcKHH MeTol, pasiHYHbIE BapHAHTHI KOTO-
poro oTaHYaloTCsl cnocobaMu ydera BJAHSHHS BellleCTBEHHOr0 cOCTaBa
HccaelyeMoro MarephaJa.

MeroanKa H3MepeHHs B TOHKOM CJOe XapaKTepPH3YeTCs NpaKTHue-
'CKOIl HEe3aBHCHMOCTBLIO OT H3MeHeHHS cocTaBa Npol, MO3BOJSET OIlpe-
Jleasth Gapuit B HeGOJBIIHX HaBecKax OT COTHIX AOJeH NPoOLeHTa U
Oosnee npu HaauuHH 00pasuOB cpaBHeHHs, OJH3KHX [0 COCTaBY H CO-
Jlepxkanuio Oapus K HcceaeayeMmbiM npofam. Meroauxka uaMepeHHs B
TIPOMEXKYTOYHOM cJloe HMeeT MeHbIIHil npefesa oGnapymxenus, OoJee
‘BHICOKYIO TOYHOCTb H PeKOMeHAyercsl AJst onpeiedenus Gapus mpH co-
JIepKAHHH OT THLICAYHBIX JlOJleH NpolleHTa 10 AecATKOB IPOLEHTOB B
PpasHoo6pasHOM Mo cocTaBy MaTepuaJte. MeTolHKY CHeKTpaabHBIX OT-
HOUIeHH 1egeco0bpa3Ho HCMNOJAb30BATHL MPH aHAJH3e OAHOTHIHOIO 110
COCTABY MaTepHaJja ¢ KOHLeHTpauueil 6apus oT ThICAYHBIX Joheil npo-
LeHTa 10 NepBEIX MpouenToB. Huxe naercs omucanie MeTOAHKH H3Me-
peHHsi B IPOMEXKYTOUHOM cJoe Kak HanboJjiee YHHBEPCAAbHON.

Bapuit onpejpeasdior, naMepsas HHTeHCHBHOCTh K., ,-JHHHI ero xa-
PaKTePHCTHYECKOrO H3JyuYeHHs, BO30YKI14eMOro ¢ MOMOUIbIO Paauo-
HaotonHoro uerounuka #'Am aktusnoctoio 4 I'Bk. Ilpun wenoassosa-
HHH B KauecTBe H3MEepPHTeJNbHOIl anmapaTypsl CNEKTPOMeTpa ¢ TMoJay-
npoBoaunKoBuiM Si(Li)- wan Ge(Li)-zerexktopoM HIKHHI Tpexen of-
napyvxenust 6apus 0,001 —0,002 9% BaO.

Pasuuny B aGcopOUHOHHBIX cBOiCTBAX mpol yUHTHIBAIOT CliOCOHOM
IPHIOTETHYECKIX 3TAJ0HOB (MOMLIOKKH).

Mewaounmu sjieMenTaMi ABJASIOTCS JaHTaH H Hol, GapHeBble K-
BHBAJEHTBl KOTOPLIX cocTaBasior coorBerctBento 0,25 u 0,16 % BaO.

Anaausupyemble npoGe, mycTyio mpoly, He cojaepikauyvio Gapus,
‘o0pa3nbl CpaBHeHHS NPeccyoT B BHJe IMJIOCKOMAapaJ/jielbHhX IHCKOB-
TabJeTOK ¢ OANHAKOBOH W paBHOMEPHOH NOBEPXHOCTHOH MJIOTHOCTHIO.
B kauectBe cBA3ylollero Marepuajia HCNOJAb3YIOT HOAHcTHpOA. s
npurotoBJennss TaGaerok npu Konuentpaunu 6apus or 0,001 no 10 %
«Oepyt Haecky npoGul 1,5 r i 0,5 r nojHcTHpoaa, NPH KOHUEHTPALHH
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Gapusa Gonee 10 % — naBecky npoésl 0,5 u 05 r noaunctupodaa. Ilo-
JIYHEHIYIO CMech TLIATeNbHO NePeMellliBaloT, 3achinanT B npecc-hopmy
H IpeccyioT B Tedenue | Mun nox mabaenuem 15 MITa. CnpeccoBannyio
TabJeTKY BLITAJIKHBAIOT H3 NPecc-POPMBI NOPIUIHEM | MapKHPYIOT M-
KHM KapaHIaloM.

Hoanoxku rotoBsr Takxke B BHie TAGIETOK H3 CMECH, HanpuMep,
0,2 r BaCO3+0,5 r noancrupona uwan 0,5 r BaCO3+0,5 r noancru-
poaa.

Koadmunentsl, yunroisaomue pazanuue

a) onpeiesslOT MHTEHCHBHOCTH H3JydYenuit obpasua cpasHeHus u
npoo6kl:

foc.=1o,c.o —1Iy; Inp = fupy — Io;

©) onpexensIOT HHTEHCHBHOCTb H3AYYeHHA OT MOMLIOKKH IpH 3Kpa-
HHPOBAaHHH ee 00pasuom cpaBHeHHs ([y,o.c) 1 mpoGoii (Zur, up) :

fooce.=Mnpo.c.— 1l c. 50 In. np = Tninp — Inp o

3navennug koadpunn

‘rn”u-np ;
0,0 0,1 0,2 0.3 0,4 0,5 0,6 0,7

1,0 1,04811,094] 1,137 1,179 1,217 1,253 1,289
2,0 1,38611,416 11,446 1,474 1,501 1,527 1,553 1,578
3,0 1,64811,670(1,692| 1,713 1,734 1,754 1,774 1,793
4,0 1,84811,866 (1,884 1,901 1,917 1,934 1,950 1,966
5,0 2,01112,02712,041| 2,056 2,070 2,083 2,097 2,111
6,0 2,150 2:16312,175] 92,188 2,200 2l i 2,224 2,236
o) 2,27012,281 2,293 2.303 2,314 2,325 2,335 2,346
8,0 2,376 (2,386(2,396 | 2,406 2,416 2,425 2,435 2,444
9,0 2,472 12,481 (2,490 | 2,499 2,507 2,516 2,595 2,534

Hpumesante. 3Hauenns KosddunuenTa Anp A@Hbl AJ5 BeaHuHH In.'jn_m, C ABYMHA 3HAYaL[UM

14/l yp Haxonsit xosddunuent App ANR ABYX MepsuiX 3Havallnx nudp H NpHOABARIOT MOMpAaBKY

B kauectBe 06pasuoB cpaBHenus HCTIONL3YIOT HJH CTaH/l2PTHLIE
006pasubl WM NPOOH C HAEKHO YCTAHOBJCHHBIMI COLEPHAHUAMH
Gapusi. Ha Bech amamason ompemensiembix KOHLEHTPauHi L0cTaTouno
Tpex 00paslUoB cPABHeHHSI ¢ COAEP/KAHMAMH GapHS B HuX nopsika
0,5, 1—3 % u 20—30 9.

ITepen uamepennem npoG ua CIEeKTPOMETPe BLIBHPAIOT y4YaCTOK
CIIEKTPa, COOTBETCTBYIOUIHA aHATHTHICCKUM JHHAAM Gapus. Jlist 3Toro
H3MepaloT npoldy, comepxkamyio 1% BaO (Gez memalommnx sieMen-
TOB), HaAH TOMn0xKy. IIHpUHY yyacTKa yCTaHABJIHBAIOT npiGIH3H-
TEIbHO PABHOH SHEPTETHYECKOMY DPA3PELICHHIO ANNapaTyphi.

B BbiGpaHHOM yuacTKe cHeKTpa ¢ 3afaHHON SKCIO3MIHEH n3Mmeps-
IOT WHTEHCHBHOCTH XapaKTePHUCTHYECKOTO H3JIYYEHHS OT MOLMOKKH Iy,
HyJaeBo#H npobsl /o, o6pasna cpasuennst lo.c» N npo6 lups , npuuem 179
o0pasiia cpaBHeHHS H HCCJAELYeMBIX NMPOG MPOBOAAT AOTIOIHHTEIbHbIE
H3MEPEHHS € NOAJNOMKKOH, T. €. PerHCTPHPYIOT CYyMMapHYIO HHTEHCHB-
HOCTL H3JY4eHHs OT NMOMIOXKKH H o6pasua cpaBHenust (/nio.c) wuin
NOANOKEKH U NPOGE! (/n4np). B konne usmepenus cepun pod MOBTOPHO-
HSMEDSIIOT NOJIOKKY, NYCTylo npoly u oGpasel cpaBhenns. [lpu pac-
4€Te HCIOJIBL3YIOT HX cpeinHe pesyabTaThl. O6paborka MOJAYTEHHBIX
PE3YIBTATOB H3MEPEeHHS 3aKMI0UAETCs B CJAeAYIOLeM:
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Tabauuwa 4
abcopOUHOHHBIX CBOMCTB npod
. eHTa Anp (AU_ o) 3uavennsa nonpapkHx 109
0,8 0,9 0,01 0,02 0,03 0,04 0,05 0,06 0,07 0,08 0,09
1,323 1,355 4 9 13 17 21 26 30 34 37
1,601 1,625 3 6 9 12 15 18 21 24 27
1,812 1,830 2 5 T 9 12 14 16 18 21
1,981 1,997 2 4 6 i 9 11 13 14 16
2,124 2,137 2 3 5 6 8 10 11 13 14
2,247 2,259 1 3 4 G 7 8 10 ) 13
2,356 2,366 1 2 4 7] 6 7 8 10 11
| 2,454 2,463 1 2 3 4 6 7 8 9 10
2,542 2,550 1 2 3 4 5 6 T 8 9
dpamu ot 1,1 0 9,9 B aepoit wacTH Ttalmunsl, a8 Beandun c TpeMs sHawamamu nudpamn

Tpernell sHavamelt mudpsl Hanpuwmep, npu ln,’!n_up=3,47 KOs bunment A"p=1.734+0.016—l,?'5.

B) JJIfl YUeTa BJHSIHHS BEIleCTBeHHOr0 COCTABA PACCYHTLIBAIOT Be-
JHIHHBL In/ln 0. ¢ U Iy/ln. np, IO TGN, 4 HAXOASAT BeMHUHHB Ao ¢ 0 App
H BBIYHCJSIOT BeJIHUHHY i= Ao, o/ Anp;

r) coxep:kanue Gapus C (B %) B Hceaeayemoil npoGe paccuuThl-
BaloT 1no (opmy.Je:
C=[anu.C.."f(f(J.C.f)'

4.2. ®a3oBbiii aHAIM3 MapraHUeBbIX pya

B cBsisu ¢ cosepureHcTBOBaRHeM TeXHOJIOTHH 0GOralieHNs pasanu-
HbIX THIIOB MapraHUeBBIX PyA TMOBBIIAITCS TPeGOBAHUS K H3YUeHHIO
HX BELIECTBEHHOrO COCTABA, B YACTHOCTH K ONpeLecHHI0 MHHEepa/bHbIX
$hopM MapraHua M yCTAHOBJEHHIO HX COCTABA. [Tocreanee Bm3BaHO
TEM, UTO B TAKHX PyaaX, Kak KapGoHaTHble, YacTh Mapranua GbiBaer
H30MOP(HO 3aMelleHa JKeNe30M, KabIHeM, MarHeM.

B uncruryre Vpaamexauno6p paspaboran psijg MeroanK $hazoBoro
aHaJansa, no3BOJAIOUHX NPOBOAHTL PasieNbioe Onpee/cHie Mapras-
HEBLIX MHHEPaJOB B KapOOHATHLIX, KAPOOHATHO-OKHCHBIX, CMeiliaHHbIX
# Apyrux pyaax [42]. Hume npusoamntes omucanue MeToiuki onpese-
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JeHHSi MHHepa/JbHBIX (OPM MapraHiua B KapOOHATHBIX H CMeLIaHHBIX
MapraieBbX pyaax.

MertoiKa OCHOBaHa Ha CeJEKTHBHOM  PAacTBOPEHHH MHHepPaJaoB
MapraHua npH moc/eaoBaTenbHoll 06paboTke HaBecKH Py/Abl COOTBET-
CTBYIOLHMH PAaCTBOPHTENSIMH,

Jlast n3BJleueHHsT Mapranna, CBA3aHHOTO ¢ MaHTaHOKAJABIHTOM, MPO-
soaar o6paborky 1 %-meim pactBopom CHsCOOH npn nepemeuria-
HHH TIPH KOMHATHOH Temmnepartype B Teuenne 30 mMun. B 3THX ycaoBHAX
NOJHOCTBIO NePeXOAHT B PAcTBOP KaJbUHT H MaHraHOKaJbLHUT, Mapra-
Hell M3 POJAOXPO3HTA H OJHFOHHTA NepexoAHT B pactBop HA 5—8 %,
a OKHCHble I CHJIHKATHBe MHHepaasl pactBopsiores Ha 1—3 % *. IToa-
HOTY PacTBOPEHHS MaHraHOKAaJbIHTA KOHTPOJHPYIOT peHTreHorpadmu-
YECKHM METOJA0M.

Poxoxposur onpeleasiioT H3 HepacTBOPHMOIO OCTaTKa TNoCJae H3-
BJeYeHHsl MaHraHokadapuurta. [ljs pacTBOpPeHHSI POLOXPO3HTA MOMKET
OBITH HCHOJB30BAH OAHH M3 CJAEAVIOIHX pacTBopuTe/eii: nudo 4M
pacteop HySO4 npu arutaunu B teyenue 1 u (mo meroay A. B. Illen-
Ha), au6o 5 %-uwiit pactBop TpuaoHa b ¢ no6aekoit 1 %-Horo pacrso-
pa NaOH npu HarpeBanuu Ha BoAsiHO# Gane npu 80—85 °C B Teuenne
1 4 (no meroay P. C. Muabnep), uan 40 Y -uuiit pacrsop (NHy) 2SO,
npu nepemelinBaHun B Teyenne 6 u (nmo merony A. K. JlaBpyxuHoit).

Pasjenbnoe ompesenenne OKCHA0B H CHJAHKATOB Maprasiua IpoBo-
JANTCS N3 OCTaTKa, MOJYYEHHOro Iocje H3BJeueHHs KapOoHatoB. [as
pacTBOpeHHsl OKCHIOB MapraHua npuMeHsiior jau6o 3 Y%-uwlii pacrsop
cepHucToit Kuejorsl, an6o pacrBop HCI (1:1). Ilpn naamuun jerxo-
PacTBOPHMBIX CHJHKATOB MapraHua JJsi pasjeleHusi OKCHIOB U CHJIH-
KaTOB ocTaToK oOpabarbiBaloT cepHucTON KucaoToil. PactBopnmocTh
CHJHKATHOTO MHHepaja POJOHATA B CEPHHCTOH KHCJIOTE cocTaBasier 4—
5 orH. %, a B conanoit 7—8 Y.

Pacnpeaesnenne OKCHAOB MapraHiua N0 MHHepajJaM ONpPeAeasioT
pacyeTHBIMH METOJaMH Ha OCHOBaHHMH OOLIETO COAEpPIKAHHS Maprauia
I aKTHBHOTO KHCJOPOJa.

4.2.1. Onpepenende mapraHua MaHraHokaabuura **

Ilpody, nameabyennyio ao —0,074 mwm, B koamvectBe 0,2—0,5 r
(npu comepxkanuu mMapranua Huxe 25 %) n 0,1—0,2 r (npu comepxa-
HHH MapraHna Buimie 25 %) noMewaloT B CKJASHKY BMECTHMOCTHIO
200—500 ma. Ilpubasasior 1 % -HBli pacTBOP VKCYCHOH KHCJIOTHI MpH
T:K=1:200 u nepemMemInBaloT ¢ NOMOMULLIO BYTBLIIOUHOrO aruTaTopa
B Teuenue 30 MuH, 3aTeM TYT Ke QUALTPYIOT (Jyulle MOJ BAKYYMOM),
OCTATOK PY/AB N0 BO3MOMKHOCTH OCTaBJAIOT B CKJSHKE, NPOMBIBAIOT
CKJISSHKY H BOPOHKY 3—4 pasa Boaoi. ®uibTpar pasbaBisior BoIoi
no oobema 200 ma, npudaBasior 10 ma docdopHoit KHCAOTE, Harpe-

* Mckaouenne COCTaBASET raycMaHHT, PAcTBOPHMOCTL KOTOPOrD B YKa3dHHBIX
yeaosusx cocrapaser 1o 10 %.

** [lpu naanuuu B npobe sKoGeuta nepei onpejaeneHHeM KapGOHATOB [POBO-
JAHTCA MarHuTHas cenapauHa Ha MarHute CouHeBa; MarHUTHas (PakuUHA aHaAH3H-
pyeTrcs Ha cojep:kaHHe mMapraHiua AKoGCHTA.
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BAIOT 0 TeMmnepaTtypbl, 64H3KOH K Kunenuio, mpubapasior 0,5 mu
0,5 %-noro asorHokucnaoro cepebpa, 20 MJ cocTaBHOro Katajamusatopa
(emech 2 %-noro pactBopa CuSOy u 0,5 %-noro pacrsopa CoSO),
5—7 r HaJCcepHOKHCJOTO aMMOHHSA, HArpeBaloT 10 KHNEHHA i caabo
KMISITAT JI0 NPeKpalleHHsT BhILeJeHHsT MeJKHX Ny3bIpbKOB. 3aTeM pac-
TBOp ObICTPO oxJaxKaaloT u TuTpyior Maprauen 0,05 nan 0.1 . pac-
TBOpoM coan Mopa ¢ wuHAHKaTOpoM AHMEHHIAMHHOCYALHOHATOM
HaTpHs.

4.2.2. Onpepnenenne mMapraHua poaoxXpo3nHTa

QuabTp ¢ 0CaTKOM NEPEHOCHAT B CKIAAHKY, B KOTOPOH NMPOBOANIOCE
nepemMellnBanne, npuanBaoT 4M pacTBop cepHOi KHCJIOTH M3 pacuera
T: K =1:200, nepememuBaior B Teuenne 1 4, QUALTPYIOT U NPOMBI-
BaloT cHavana 1 pas 2 9 -noit (no o6bemy) cepHOH KHCJOTOMH, A 3aTeM
3—4 pasa Bopoit. Ocafok KOJIHYECTBEHHO NePEHOCAT HA (PHALTP.
®uabrpat pasbasasior Bogoit 10 200—300 ma, npubasasior 5 Ma doc-
GopHoil KHCJaOTLL K AaJiee MOCTYNAIOT, KaK ONHCAHO BhILe.

4.2.3. Onpepeenne OKCHA0B Maprasua

[Teppoifi Bapuaut. OUABTP ¢ HEPACTBOPHMBIM OCTATKOM TOC-
Jie 13BJeYeHHs KapOboHATOB nepeHocsT B Koaby Ha 100—150 ma. Ilpn-
usaor HCI (1:1) us pacuera T:)K=1:100 u HarpeBaloT npu eisa
gamerHoMm Kuneuun 10—15 MuH, nmepuoanyecku B36alTHIBasi PacTBOP
(siyuile pacTBOpPATH Ha BoAsiHOi GaHe), mocie 3TOro pasbaBisiioT BO-
pon, ¢uabTpylor u npomsiBaior. K duasrpary agobaBasiior 15 M
H.SO, (1:1) u ynapusaior no napos SOs. B cayuae, ecin npoba oka-
JKeTcs TeMHO# OT nepellealeii n3 ¢UJALTPOB OpraHuku, ee ob6padarhi-
BalOT a30THOH KHCJIOTOH 10 TNpPOCBET/JEHHS, OXJa)KAaloT, o0MbIBAIOT
CTeHKH KOJAOL BOJOH H BHOBb ymapuBaioT a0 mapoB SOs.  3arem
XJaxnaior, pasbaBasior Bonoil xo 200 ma, npubasasior 5—7 MJX
H;PO, n 1anee nmoctynaior, Kak omicaHo BHILIE.

Bropoifi BapuauTt. QHIbTP ¢ HEPAaCTBOPHMBEIM OCTaTKOM HocCJIe
‘H3BJIeUEHHST KapOOHATOB NMEPEHOCAT B CKJAAHKY BMECTHMOCTLIO 250—
500 ma, npuauBaioT 3 %-HBIH pacTBOP CepHUCTON KHCJIOTH H3 pacyeTa
T:)K=1:100 1 nepemMemnBaioT ¢ NMOMOLIbI0 GYTHIJIOUYHOTO aruTaTropa
B TeueHne 2 u u duabtpyior (nox taroit). HepactBopumbtii octatok
npombiBaloT Bodod. [loayuenusiit ¢uabTpar pazdaBasior BoJoH 10
200 MJ1 H KHOATAT 10 pa3pylleHHs CepPHUCTON KHCaOTh. 3aTtemM npubas-
agior 10 ma dochopHoit KHENOTH H jajiee NOCTYNAT, KaK ONHCAHO
BhIlIIE,

4.2.4. OnpejeneHne CHAHKATHOrO maprasua

Mapranen B cnaukatHoit Qopme onpenensiior B HepacTBOPHMOM
ocraTke. @uUJALTP ¢ HEPACTBOPHMBIM OCTaTKOM H (HIABLTPOOYMaMKHOI
Maccoit 03oas10T B Mydeae. OcTaTok nepeHocsT H3 THIAA B KoJaOy
BMmecTuMocThio 250—300 Mmua, cierka cMayMBaloT BOJOMH, NPHAHBAIOT
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20 ma docopHOH KHCJAOTH H PACTBOPAIOT NMPH yMEPEHHOM HarpeBaHHH
10 TIOJHOTO pacTBOPeHHs NPoOBI, 3aTeM MNOCTYNAWOT, KaK OMHCAHO
BBILIE.

ITockonbKy Bce HcC/aejoBaHHLIE MapraHieBble MHHEpaJbl B Tofl HWJIH HHOf cre-
TEHH PACTBOPHMEI B HCMOJb3yeMbIX NpH ()a30BOM aHalH3e MapraHUeBnX pyja H3-
GupaTe/ibHBIX PACTBOPHTENAX, HeoGXOAHMO AAf NOJy4YeHHA Oojee TOUHBIX pe3y.ib-
TATOB aHajH3a BHOCHTL NONPABKH, COOTBETCTBYIOllHE BeJHYHHE HX PACTBOPHMOCTH:
1) Ha pacTBopuMoOCTh pogoxposuta B 1 Yp-HOH yKcycHOil KHCJIOTE COBMECTHO C
MAHraHOKaJbLUHTOM TIONpaBKa coCTaB/jsdAeT 8“/0 0T coAepiKaHHsas Mapranua poaoxpo-
3HTa, 2) Ha PpacTBOPHMOCTb OKCHAHBIX MH[!EPa."lOB COBMECTHO € MaHraHoKaJbLHTOM
H POJOXPO3HTOM B TOM M JIPYroM caydae mornpaBka cocTasiafieT 3 % oOT oKcHIHOTO
Maprasua, 3) Ha pacTBOPHMOCTb CHJHKATHLIX MHHEDAJOB COBMECTHO C OKCHIaMH
8 HCl (1:1) man 3 %-noit HySO; nonpaBka cocraBaser coorsercrBeHHo 7 wian 4 %.

Jns pacuera mapraHua B BHJe ONpejeNeHHLIX MHHepaJbHHX (OpM MOryT GLITh
MCIOJAL30BAHBL CIeAYIONHE DOPMYyJIbl:

x=a—008y—003z y=10876—0032z
z=106t¢, —0,07d, =1,064¢,—0,04d.; u=1075d; =0,042d,,
The X — coaepxaHHe Mn B BHAEC MaHraHOKaJbllHTa, Iy — B BHAE pPOJOXpO3HTa, 2 —
B BHJAe OKCHJAO0B, # —B BHJAC CHJHKATOB, /a, a — KOJIHYEeCTBO MI‘l nepculenmero B
jo)/acraop CHZCOOH, %; b —» pacteop 4 M HySOy, %; ¢, —B pactsop HCI (1:1),
ca— B pactBop HoSOs;, %; d; — KoamdectBo Mn, HajileHHOro B oCTaTKe nocJe

oGpadorkn HCl (1:1), d;— xoanvecreo Mn, HafileHHOro B ocTaTKe Mocjae obGpa-
6otkn HySOs, %:;

Koutposs npaBHJLHOCTH aHain3a NPOBOAHTCA COMNOCTABJICGHHEM CYMMBI cojep-
JKanus 3/JeMeHTa B BHAE pPasjHYHLIX MHHepasbHEX (opMm (x+y+z-+u) c onpeae-
Jenwem obulero cojepxanna Mapraunua. Ilpu rpyGoit ouenke NpaBHJbHOCTH OMpe-
JAeJIeHH s Kapﬁorta'mom MapraHila cyMMa Mapraina B BHAE MaHranokaJblHTa H
poaoxposura (x+y) HomKHA No crexHoMeTpHH OuHTh He Goaswe 1,25.CO,°0H0),
Boaemasa Tounocts B OleHKe KapOOHAaTHOrO Maprailia AOCTHraeTcs HpH ydere co-
Aepxanud COp B Bule KapOOHATOB KaJ/blHA, MAarHHa H JKeJesa.

44
oﬁm MnCO CaCO MnCO; , H~FeCOy _ "7 |
Cco, = Cco,” "+ Cco, '+ Cco, '+ Ccu_. ‘== Ceao T

4 44 44 )
5 S 'CMno( 55 C‘-‘in) + %03 Cmgo + 72 7: Creo = 0.786 Cyo +
+ 0,62 Cpyp (man 08 Cy) + 1,09 Cppo 5 + 061 Creg
OTKyZAa
CEoc% = CTE — 0,786 Ceyo — 1,09 Cpypp — 061 Cpeg

KoanvecTBo OKHCHOTO MapraHua ZoJxKHO OHTh He MeHblle Koauuectsa Mntt,
ONpeJeseHHOr0 NO «aKTHBHOMY KHCJOPOAY».

4.2.5. OnpepesieHHe MaHraHUTA B NPUCYTCTBHU NMUPOJIO3IUTA
H NCcHJOMeNaHa

Meroauka paspaborana A. C. PuiabkoBoit u 0. M. Ycartenko n
©OCHOBAaHA Ha CEJEKTHBHOM PAaCTBOPEHHH MHPOJIO3MTA H INCHJIOMelaHa
B pacTBope HOAHCTOro Kajus c joOaBJeHHeM YKCYCHOH KHCJIOTBI H
IAMTA. Ilpu takoit o6paGoTke yKasaHHble MHHepaJ/ibl MePexXo/iaT B pac-
TBOP, @ MAHIaHHT OCTAETCH B HEPACTBOPHMOM OCTATKe.

Hagecky pyan 0,1—0,2 r oGpaGatmiBalor cMecblo 25—30 mJa
20 %-noro pacrBopa KI, 7—10 ma 10 %-noro pacrsopa CHz;COOH,
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1,5—1,7 r 9TA B Teuenue 15 mun npn nepememnsanuu. PactBop
GHABTPYIOT Yepe3 MAOTHBIH (QHIABTP, 0CALOK KOJHYECTBEHHO NePeHOCHT
Ha QUALTP M NPOMBIBAIOT JI0 OTPHIATeaBHOH peakuuu Ha fox. Ocaaok
BMecTe ¢ GuabrtpoMm osousitor npu 700—750 °C, pacreopsitor B HCI
(1,19) u B pacTBOpe onpejesioT MapraHel MaHraHura.

B pactBope ioancToro kaJaus, colepikailieM VKCYCHYIO KHCJAOTY H
3 TA, mauranokaasiut pactBopsietcss Ha 40—70 Y%, kanbuueswii po-
poxpo3ut —Ha 30—>50 Y%. Ilostomy B mpucytcTBHH KapGoHatoB Map-
raHia MaHTaHHT ONpeiessloT No cojlepxkanuio Mapratua (IV), nafinen-
'HOTO B HEpacTBOPHMOM oOcCTaTKe nocje oOpaGOTKH YKa3aHHBIM PacTBO-
pHTEIeM.

5. XPOM

XpoM — xHMHYeCKHIT 3JeMeHT MOGOYHOW NOArpYNNsl Liectel rpyi--
nbl nepuoinyeckoil cucremul . M. Menneneesa. Ero nopsinkoBsiii HO-
‘Mep 24, atomHasa Macca 51,996. [Tpupoausiii xpom, no nanusiM ActoHa,.
HMeeT cJelyioliuii u3oTonubiii cocraB (B %): %°Cr—4,314-0,04,
%2Cr — 83,764-0,14, %Cr—9,55+0,09 u Cr — 2,384-0,02. Xpom or-
HOCHTCSl K O4eHb pacnmpocTpaHeHHbIM 3jdeMentaMm. OH Haxomurcsi B BH-
Je COelHHEHHH B Pas3JHYHBIX MHHepalaX H HHKOIJAa He BCTpeyaercs
uyncrom Buie. Ilo pacnpocTpaHeHHOCTH B 3eMHOIl KOpe XpOM 3aHH-
aer 21-e mecro. Cpennee coaepkanne xpoMa B 3eMHON KOpe cOCTaB-
asier 0,0083 % [19].

B npombiinienHoctH XxpoMm noayyaior u3 xpomutoB FeQ:Cry0s;,
cTpeyalolluxca B BHAe CIJIOIIHLIX MaccHBoB. B xpomute Teoperuue-
cki coxepxures 68 % CriO; u 32 % FeO, on oTHOCHTCS K Tpynme H30-
MOP(HBIX MHHEPAJOB KYOHUECKOi CHCTeMBI, H3BECTHBIX N0 Ha3BaHHEM
nHHe e, COCTaB KOTOPHIX MOXKHO TpeacTaBHTh obuei dopmysioi
X0-Z:;0s, rae X — HoH MeTaJdda B cTeNeHH okHcadeHus +2 (4galue Bce-
ro skeje3a, Marnns HJH Kajbliig), a Z —HOH MeTajja B CTElNeHH
KHcaeHus +3 (XpoMma, xeje3a HIH aJIOMHHHSA).

HlnpHean o0aaaa10T 3HAYNTEILHOH €NOCOOHOCTBIO O0pPA30BHIBATE-
JApyT ¢ APYroM TBepjible pacTBOPH, NPHYEM B MNPHPOAHBIX XPOMHTOBBIX
MecCTOPOXKIeHHSAX MOCTOAHHO HalJlolaeTcda 3aMelleHHe XpoMa H KeJe-
3a IPYTHMH 3JeMeHTaMH: XpoMa — aJioMHHHeM, a xejqe3a (II)— mar-
HHeM, B pe3yJbTaTe 4ero B Py/JaX NPOMEIIJICHHOTO 3HAUEHHA peaKo:
conepxurca Oogee 50—55 % Cr:O; M B cOCTAB HEKOTOPHIX H3 HHX
BXoAHT 10 20 % Al,Os u MgO. XpoMuTsl 064a1a10T pa3anuHoil okpac-
KOli — OT TeMHO-KOPHYHEBOH 10 COBepIIeHHO YepHOii.

XpoM BXOAHMT B COCTaB MHOrHX JAPYrHX MHHEpaJsoB, KOTOPhie Kak
HCTOUHHKH MOJYVYEHHS XpPOMa He HMEIOT TNPOMBIIIIEHHOro 3HaYeHHd.
K taknM MuHepanaMm OTHOCATCSI KPOKOHT, (DeHHKOXPOHT, BOKEJAHHHT,.
Tapanakaut, XpoMuuuT. M3BecTen psij CHIHKATHBIX MilHEpPaJoB, B CO-
CTaB KOTOPBIX XPOM BXOIHT Kak OJHA H3 BaxHeHUIHNX COCTABHHIX Hac-
Teil M XapakTepHas OKpacka KOTOPBIX o0OycJ/JoBJeHa CcolepaHueM
Xpoma.

OranunTteablble 0COOGHHOCTH CTPOEHHS aToMa XpoMa MOCJAVHH/IH
OCHOBOil 1151 MOJYUYEHHs aHAJHTHYECKHX CHTHAJOB B Pa3jJHUYHBIX Me-
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ToAAX ero onpejesenus B MHUHepajabHOM chipke. IlIpu oGayuenun npo-
6B, comepiKalleil XpoM, TeNJOBBIMH HEATPOHAMH B SIEPHOM peakTtope
<ctabuabHblft H3oron 5°Cr mpoObl MepexoaHT B pPajHOAKTHBHbIH H30TOMN
SICr (T, =27,8 cyr) no peakuun °Cr(n, y)5'Cr. Dra peakius noJo-
JKeHa B OCHOBY HefiTPOHHO-aKTHBAILHOHHOTO OTpejie/ieHHs XpomMa B rop-
HbIX NOpOAax, pylax H MHHepa/ax.

ITpn oGayueHHH MOBEPXHOCTH NPOOBI H3JAyueHHEM PaJHOH30TOMHOTO
HCTOUHHKA BO3HHKAeT XapPaKTEPHCTHYECKOE PEHTreHOBCKOE H3JyyeHHe
Xpoma, Ha HM3MePeHHH KOTOPOr0 OCHOBAH DPEHTreHOpPaZHOMETPHYecKHil
MeTon ero ompejedenns. Huske npuBeaena MeToaMKa ¢ HCIOJb30Ba-
HueM  ucrouHuka 'Cd. B kavectBe  paaHOH3OTONMHBIX  HC-
TOYHHKOB HCTOJB3YIOT TaKKe HCTOUYHHK MSTKOro y-HaaydeHus — 70Tm
u apyrue HerouHHKu (*Fe, '], BICs, B1W).

Ha m3amepenun xapakTepHCTHYECKOro (PJIYOPeCHEeHTHOrO H3JAyyeHns
‘OT PEHTTeHOBCKOH TPYOKH HJIH MePBHYHOTO PEHTIeHOBCKOTO H3JydeHHS,
BO30YK/JEHHOTO B TOHKOH MHIIEHH 3/JEKTPOHHBIM IYYKOM, OCHOBaHHI
PEHTreHOCHeKTpa/ bHble MeTOJB  Ompeles]eHHss XpoMa. IDTH MeTOdbl
BechbMa MepCNeKTHBHH, TaK KaK INO3BOJSAIOT ONPele]siTh XPOM Hapsay
¢ ADYTHMH 3JIeMEHTAMH B TOPHBIX NOpOJax, PyAax M 3epHax MHHepa-
JIOB (peHTreHOCHeKTPabHbIH JIOKaldbHBIH METOH).

Kougurypannsi BHellHHX 3JeKTPOHOB atoMa xpoma 3d°4s'. Diek-
Tpounl opOurtanieit 3d u 4s— sajentHwle. IloTeHuman oaHOKpATHOI
noHnszauuu xpoma 6,76 3B, aByxkparnoit uonnsaumn 16,5 sB. B saek-
TPHYECKOil Ayre H HCKpe JIerkKo BO3HHKAIOT JHHefiyaThle CNeKTphl Heil-
TPaJbHEIX HJH HOHH3HPOBAHHBIX aTOMOB XpPOMa, 4YTO HIHPOKO TpHMe-
HSETCA TNPH ONpeje]eHHH XPOoMa MeTOAaMH ONTHYECKOro CHeKTPadbHO-
ro aHa/u3a,

HaunGosee unteHcuBHble aunum Xpoma 1 425,435; 1 427,480
I 428,972 naxoastes B BHAMMOMH obaactu cnektpa. B oGaacti cnekTpa
247,0—350,0 BM nmpucyTeTBYeT GOJIBIIOE YHCIAO JHHHUIL

He6ousbiine coaep:kanus XpoMa SMHCCHOHHBIM CHEKTPAJIbHBIM Me-
TofoM ompeneasior no aunuaM II 283,563 u 11 284,984 [37]. Artomuo-
abcopOIHOHHBIM METOAOM XPOM MOZKET OHITh ONpeiefNeH Mo JIHHHAM
357,869; 369,543; 428,972 HM ¢ UYBCTBHTEIBHOCTBIO (B MKI/MJ) COOT-
Bercreenno: 0,11; 0,13; 0,37.

Xnumuueckne H (PH3HKO-XHMHYECKHE MeTOAbLl OCHOBAHB Ha pPasJil-
4uAX B cBOlCTBAaX coelHHeHHH XpoMa pasHoil CTENeHH OKHCJACHHS. JTo
coexzunenus Cr (I1I), Cr (IIT) u Cr (VI).

BoasmunerBo coennnennit xpoma (II) HeycroiiumBo w ofaazaer
SIDKOBLIPAJKEHHLIM  BOCCTAHOBHTEIbHBIM Xapaktepom (Ep cucTembl
Cr?+/Cr3+ pasen 0,41 B). Cr (II) ouenn Jerko OKuc/IsieTcsl Ha BO3AyXe
no Cr (III). Boausie pactBopwr codeit Cr (II) nmoaywaior Ges nocryna
BO3/lyxa pacTBOpeHHeM Xpoma B paslaBjeHHBX Kiciaorax — HF, HCI,
HBr, HI, H;SO4 B armocdepe Bo10poaa WIH 3JeKTPOJHTHUECKHM BOC-
cTaHoBJenueM BoaHbix pactBopos couseit Cr (I11). Hdus Cr (II) xapak-
TepHH OCcHOBHBle cBoiictea. Katuon Cr?t GecusereH, ero Ge3BoaHble
coan GeJioro, a BOAHBIE pacTBOPHl coJeil cunero useta. [Ipu pI 5 npu
nobasJennn menoun K kucaomy pactBopy Cr (II) ocamnaercs tui-
pokcua Cr(OH), xentoro usera. IMPcrony, =2-10-%, Boauwiii pac-
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TBOP IHXJOPHAA XpoMa MoKeT ObliTb MOJy4YeH BoccTaHOBJAeHHeM Ge3
JocTyla BO3AyXa pacTBOpa TPHXJOPHAA XpoMa HIH COJSHOKHCJOTO
pacreopa KzCr;O; amanwramoit unnka. Coemunennsi Cr (II) mmupoxo
NPHMEHAIOTCA B aHAJHMTHYECKOH NpaKkTHKe B KauecTBE BOCCTAHOBHTE-
aeit, Cr (II) okucasierca go Cr (II1) xeaesom (II1), mepmanranatom
KaJ/is, OHXPOMATOM KaJjius, METHJEHOBBIM T0J1YOBIM, HOA0M, 6pOMaTOM
Kaaus H HojatoM kaams [35].

Cr (III) oGpasyer MHOMKECTBO YCTOHYHMBBHIX HPOCTBIX H KOOPJAHHA-
LUHOHHBIX COeJIHHEHHH, KOTOpble IHPOKO NPUMEHSIOTCS B aHa/HTHYeC-
Koii xumuu. B BoaHeIx pacrBopax kKaTtnoH Cr®t BcTpeyaercsl TOMBKO B
Buae ruapatuposannoro uona. PacrBopul Cr (II1), noayuennwe pac-
TBOPEHHEM METaJ/JIHYeCKOro XpoMa B pa30aBjeHHBIX KHCJAOTaxX HJH
BOCCTaHOBJIeHHeM GHXPOMAaTOB Pa3JHYHBIMH BOCCTAHOBHTE/SMH B KHC-
J10i1 cpejle, oKpaltensl B ¢HOJIETOBLIH MK 3eseHblil 1uBeT. O6ycaoBaeHO
370 pasanuneM B creneHn ruaparaunn woua Cr3t. @uosertoswii user
BOJIHBIX PAacTBOPOB XJopuaa, cynbdara u nutpata xpoma (IIT) oGyc-
JioJieH rekcaruapatubiM kommiekcom [Cr(H0)g]P+, senenniit user —
‘terparuapatubiM  Kommiiekcom [Cr(Hz0).]Clot. Terparnppartubiii u
TeKCaruipaTHLIl KOMIJIEKCH MOTYT ObITh pasjie/eHbl Ha Katnonurte KY-2
u3z 0.3M pacrsopoB HCI, HNO; uan HySO,. B asorHokucavix 0,3M
pacTBopax xpoM oOpasyeT TOJBKO rekcaruipatHblii H30Mep, JIerko cop-
oupyomuiics katnonutom KVY-2, yto GbiJIo HCMOJAL30BAHO JLISI OTAE]e-
Hua xpoma or ¢ocdopa M KpeMHHEBOH KHCJOTHI NPH ONpeleaeHHH
thocopa n KpeMHHS B XPOMHTAaX.

I1pu o6paGorke pactBopor coeit xpoma (I11) pacrsopamn NaOH,
KOH wmn NHsOH no pH 4,8—8,5 o6pasyercst cTyaHeo6pasubiii 3ede-
Helit ocagok ruapokcuaa xpoma (III). IPcrons =6,3- 10731,

Ha o6pasoBanun MajJopacTBOPHMOTO THAPOKCHAA XPOMa OCHOBAH
rpaBiuMerpuyeckuii Merox onpenenenuss xpoma. Cr(OH)s npu Temne-
parype okoso 430 °C repsier Boay, npeBpautascs B CryOs. I'napokena
xpoma (I1I) obGamanaer amboTepHBIMH CBOHCTBAMH, JerKo NMepexojHT B
KOJJIOHIHOE COCTOSIHHE M JIerko pacTBopsieTcs B miejouax npu pH 11,8
boJee.

Ipu pactBopenun ruapokcuaa xpoma (IIT) B menouax o6Gpasyiores
HAPOKCOXPOMHTHI, KOTOPBIE JIErKO Pa3pyllaloTcs NPH HArpeBaHHH C
oGpa3zoBanuem ruapokcuaa xpoma (III). C conamu wmenounosemen-
HbIX  METa/JIOB  THAPOKCOXPOMHTBL  00OPa3yioT  COOTBETCTBYIOLIHE
HepacTBOpHMbBIE THIPOKCOXPOMHUTHI, nanpumep Sr3[Cr(OH)¢ls,
ag[CT (01“1)5]2 [36]

MaBecTHo ouenb Muoro coeanHeHuit xpoma (III) ¢ koopaunaumnon-
HbiM uncjoM IecTb. OOuAHE KOOPAMHAUHOHHLIX COeAHHEHHHA XpoMma
00YCA0BACHO CKJIOHHOCTBIO noHa Cr¥t K o6pasoBanHHi0 KOMHJIEKCOB C
PazaHuHBIMHA JHTAHAAMH, CNOCOGHBIMH BXOIHTb BO BHYTPEHH!IOIO KOOp-
JANHAUHOHHYIO chepy.

Xpom (ITI) cmocoGen oGpa3oBbIBATH XeJdaTHble Kommaekcwl. Tak,
Cr (I11) B caaGokueasix pactBopax Bsaumoneiicteyer ¢ JATA ¢ oGpa-
‘30BalHeM MHTEHCHBHO OKpallleHHOro (hHOJETOBOTO KOMILIEKCa, KOTO-
puiit oueHb uHepreH u ycroiuns (lg Kery-=23). Cxopocts oGpaso-
Banns KOMM/JIEKCOHATa XpoMa HACTOALKO MaJja, 4TO 3Ta peakius He-
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NPUTOAHA A5 NPAMOro KOMIJIEKCOHOMETPHYECKOro onpejeleHHs Xpo-
ma. O6Gpa3oBaHne KOMIJIEKCOHATA YCKOPSieTCsl NPH HarpeBaHHH I 3a-
KaHYHBaeTcsl NMPH KHNAYeHHH pacTBopa B TeueHme 15 mun. Mapecthb
KOMILIEKCOHOMETPHYECKHE METO/Abl ONnpeleleHHs Xpoma no ob6paTHOMY
THTPOBAHHIO, HO OHH He HaIlJIH NPHMEHEeHHS B aHaJH3e MHHEPaJbHOTrO
ChIPBS.

BMecre ¢ TeM KOMIJIEKCOHATHL XpoMa CJyzaT NOMeXOoH I KOM-
MJEKCOHOMETPHYECKHX METOJ0B oIlpeje/ieHHsl APYrHX 3JeMeHTOB, Ha-
HpHMep aJIOMHHHS, TaK KaK OKpalleHHBIH KOMIIJIEKCOHAT Xpoma, 006-
pasyouluiics IpH HarpeBaHMH PAacTBOPOB, HMEET TOT iKe IIBET, UTO i
THTPAHT (pacTBOp LHHKA) H HHAMKATOP (KCHIEHOJOBLIH OpaHkKeBHIil).

Boablioe 3Hauenue AJs aHAJUTHYECKOH XHMHH XpoMa HMEET OKHC-
JIHTEJbHO-BOCCTAHOBHTEIbHAS pPeaKIlHs

9 Cr3* ++ 7H,0 2> Cr.02" + 14 H* + 6 ¢ (E; = — 1,33 B),

npoTeKaioulas B 3aBHCHMOCTH OT YCJOBHH B Ty HIH APYIyi0 CTOPOHY
¢ ob6paszoBanneM yeroiuuseix coepunennit kak Cr (III), rak u Cr (VI).
Hlnpoko npuMeHnsiioliiecs THTPHMeETPHYECKHE MeTOALl ONpeae/eHHs
XpoMa TMOoCTPOEeHbl rJaBHbBIM 06pa3oM Ha 3Toll cnocofHOCTH coelHHEeHNI]
xpoma. Cr (III) momxer obiTh okneaeH po Cr (VI) kak B kuejaom, Tak
H B LIeJOTHOM pacTBope. B ImenouHoM pacTBope HMeeT MecTo PaBHO-
BecHe

Cr0," 45 OH" 2> CrO 2" + 4 H,0 (E, = — 0,13 B).

B kauecrtsBe okueauTeNel B 3TOM cayuae uenoabayior NagOp nan HyOg,
Bry, SnO;, KMnO, B konuentpuposantnoM pacteope NaOH. Tas okuc-
aenusi Cr (III) 1o Cr (VI) B kucawx cpenax npumensoT (NHj)S:0¢
B npucyTeTBUH KataausatopoB KMnOy, KBrO;, HCIO,, Ce(S04):[35]

B wmeroaukax tutpuMerpuueckoro onpeneienns xpoma Cr (IIT)
OKHCJIAIOT nepcyabdaToM aMMOHHSA:

9 Cr3* 4 35,0¢2" 47 H,0 = Cr;0%" 4 6502 + 14 H*.

ITpouecc oxucienus xpoMa GoJee NOJHO NPOTEKAaeT B IMIeJOYHOI
i caaGokucaoit cpenax. B cpene Gosee xucaoii, uem 1M, uger o6par-
ueiii mpouece —Cr (VI) BoccranmaBampaercs go Cr (I1I). O6ycaos-
JIGHO 3TO TeM, UTO B KHCJOI cpefe mepokconucepHas xucaora HyS:0g
rHApoJH3yeTcss ¢ o0pasoBaHueM NepoKcoMoHocepHoi kHcaoThl HSOs.
Koropasi 3atem npespauiaercs B HoSO4 n HyO,. Tlepoxcun Bonopona
B KucJaoi cpeige Boccranasausaer Cr (VI) no Cr (III). ITpu xomuar-
HOM TeMmIepaType THAPOJIH3 HJIeT MEJEHHO H YCKOPSIeTCs TPH MOBBI-
IIeHHH TeMIeparypbl. ITo ABJeHHE OCJ0XKHAET THTPHMETPHYECKOe OIll-
pelesieHHe XpoMa, Tak Kak NPH Pa3/IoKeHHH NPoOLl TPYAHO MOJYUHTDH
pacTBOpP ¢ KHCJAOTHOCTbIO, MeHblied wem IM. Jlnsi KOHTPOJISI MOMHOTHI
OKHCJEHHS XpoMa B aHaJH3HPYEeMBIH pacTBOP BBOJSAT COJNb MapraH-
ua (II). Okucaurensnblii norenuuan cucremst Mn?t/MnO,~, paBubiii
—1,51B, Brime oxucauTenbHoro noreHnuana cucremnl Cr3t/CrO72
(—1,33B). HMuaukaropom noaHotsl okuedenus xpoma (IIT) caymxur
po3oBasi OKpacKa MapraHieBofl KHCJOTH, o0pasylollefica IpH OKHcJe-
uun Mn (I11) po Mn (VII) B npucyTcTBHH a30THOKHCJIOro cepedpa B
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KauecTBe KartaJjusatopa *. B To ke BpeMsi mMapraHueBas KHCJIOTa Me-
HIaeT [oCJAeAYIOIeMy THTPHMETPHUECKOMY ONpeleseHHIo XpoMa, No3To-
My M ee paspyllienus A06aBJsSIOT HECKOJbKO Kamne/b KOHUeHTPHPO-
BAHHOW COJIAHOH KHCJIOTHI HJIM XJOPHIA HATPHA, NPH 3TOM HMEET Me-
€TO peakuus

2 MnO," + 10 Cl* 4 16 H* — 2 Mn** + 5 Cl, + 8 H.0.

JIOp H3 PacTBOpa YAAJSIOT KHISUEHHEM.

3HayuTeJbHO YIpOLIeHa NOArOTOBKA pacTBOpa A THTPUMETPH-
YeCKOro onpejeseHHs XpoMma, ecH B KauecTBe IJaaBHA OepyT rHapo-
KCHA Ka/Jusg ¢ HHTparoM HaTtpus. B 3TOoM ciayyae okHcJeHHe Xpo-
ma (III) nepcyabdarom aMMoHHA NPOBOAHTCS cHAayajJla B 11eJIOYHOMH,
4 3aTeM B KHCJOH cpeje, YTO NMO3BOJSET HCKJIOUHTh BOCCTAaHOBJEHHE
OnxXpomara asoTHCTOH KHCJOTOH, oOpasylouefics NMPpH pasaoKeHHH
HHTpAaTa.

Mapranen npi Takoi NoAroToBke mpoG NepexoiHT B MaJopacTBoO-
pumblit 1HoKcHA MapraHua (IV) u He Memaer aHaauay.

IMpouece oxkmncnaenns xpoma (III) mpoBoauTcsi Ge3 BBeaeHust Karta-
JIH3aTOPOB H TPH ONpeJe/NeHHH XpoMa B XPOMHTAX IMO3BOJAET TOJY-
4aTh BBHICOKOTOYHbLIE PE3YJbTATHI.

Turpumerpuueckoe onpejeseHne xpoma I0C/ae €ro pPacTBOPeHHS H
okncaennst o Cr (VI) moxer ObITh BBINOJHEHO ABYMS crnocoGaMH.
Ilo oanomy uz wux Cr (VI) rturpylor pactBopoM cyandarta xele-

3a (I1) B mnpucyrcrBuu ¢ennnantpanmiaoBoii  kucjore:  CryO2~ +
6Fe?t+ 14H*—>2Cr® + 6Fe®+ 4+ 7H,0. [Tpn Takom cnocobe onpeneie-
fio xpoma Memaetr BaHaauit (V), KoTopwlii Boccranas/nBaeTcs 10
Bananusa (IV).

Yaule Ha NpakTHKe HCMOJb3YIOT APYroil cnocol, Mo KOTOpOMY
Cr (VI) Boccranasausailor go Cr (III) cyasdartom menesa (II), no-
OaBaas ero B n3bbiTke, a u3buitok Fe (II) onpeneasiior tutpoBanuem
fepmanranatom: MnO4 + 5Fe?t +8Ht=Mn?++ 5Fe3++4H,0. Bana-

Mt B 3TOM CJyyae He MellaeT OnpeleleHHI0, TaK KaK KOJHYECTBO
Fe(11), uapacxojaoBannoe Ha BocctaHoBJenye Banaans (V), Oyjaer K-
BHBAJCHTHO KOJHYECTBY IePMaHraHara, 3aTPauyeHHOTO Ha TMOC/elylo-
ee oxncaene V (IV): VO +Fe*+=VO032 + Fedt; 2VO2t - MO, +
+ 8H+=5V03++4H,0.

Tutpumerpiuyeckoe onpejeseHne XpoMa B TOPHBEIX NMOpoAax, pyaax
i MuHepaJax MOXKeT ObITh BBIIOJHEHO MOTEHIHOMETPHYECKHM, KYJIOHO-
MCTPHYECKHM 1 ammnepomerpuueckuM Metoaamu. [Tpu stoMm onpenede-
Hile XpoMa BO3MOMKHO B (oJee WIHPOKOM jJHana3oHe KOHUEHTpaumuii,
UeM TIpH BH3YaJbHOM THTPOBaHHH.

IMoutn Bce coeaunenus Cr (II), Cr (III) u Cr (VI) oxpamens,
TO NO3BOJSET ONpefeasiTh HX KOHIeHTPauHio (GOTOMETPHYECKIMH Me-
Topamu. HanGouablilee npumeHenne nojJyuyuja MeTOAHKa onpejeseHHs
Xpoma B Bule xpomarta CrO4, OKpalIHBaIOLIero pacTBOP B APKO-Ke-

~ * MexaHH3M  KaTaJATHYECKOro  JeficrBHA  HOHOB  cepefpa  mccaenoBan
JI. M. Vocr, KoTopoiii Mmokasaj, 4to cTajiei, onpejensionieli CKOpoCTh BCEro mpo-
ecca, npasercs peakuus: S;052~+Agt==2 8502~ +Ag®" ¢ nocneayiounyM GLICTPBIM
‘BoccTanonaeHneMm noHa Ag®t go Agt u okncremnem Mn (II) no Mn (VII).
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THI 1uBeT. MeTtonuka mpeaHasHaueHa ANA ONpeesieHHss CPelHHX CO-
AepxaHuil Xxpoma. Maable cojaepxKanHsi Xpoma onpejessiioT N0 peak-
unn ¢ auennaxkapGasuaom. dudennnkapbazun pearnpyer B Kiciofi
cpere ¢ xpomoM (VI) ¢ obGpasoBanneM pacTBOPHMOrO CO€/IHHEHHS
¢uonerosoro usera. Mexauusm 5T0il peakuun He BuisicHeH. ITo-Buju-
MOMY, B peaklHH MPHHHMAIOT ydyacTHe HErHApaTHPOBAHHBIE CO€IHHe-
Hus Cr (III) n audennnkapbason, oGpasyiouiuiici NPH OKHCIEHHH
nudennakapbasuna. Ha HHTeHCHBHOCTD OKpACKH BJIMSIET KOJHYECT-
BO HCIOJIb3yeMOro mnpenaparta audennakap0asuia H  KHCJIOTHOCTDL
cpezsl. _

DJIeKTPOHbIE TIPOLECCH BOCCTAHOBJIEHHSI XPOMa MPOTEKAOT 0YEeHb
menaenHo. Xpomat-uon B HefTpaabHeix pacrBopax KCl naer uernipe
BOJIHHL npH nortedunanax —0,3, —1,0, —1,6 u —1,7B (nac. k. 3.), uro
HCTIOJIb3YeTesi B NoJsporpauyecknx Merojax ero onpejenenns. Pas-
paboTaHa MeTOAHMKa ONpejAeeHHsl XpoMma noJsporpaHyecKkuM MeTo-
JIOM TpH colepxkanuu xpoma Goaee 0,5 %.

5.1. XuMHYecKHe MeTO/lbl OonpejejieHHsi Xxpoma

5.1.1. Pasnoxkenne XpomcojiepxKauux nopoj,
PYL W MHHEpaJoB

XpOMHTBEI OTHOCATCS K TPYAHOBCKpbIBaeMbIM MaTepnanam. das nx
pasjozKeHus NMPHMEHAOT Kak o0paboTKy KHCJAOTaMH, Tak M CIJaBJje-
HHE C COJISIMH lleJouHbIX MeTa/ioB. Cnoco6 pazioKeHHs 3aBHUCHT OT
NIOCTABJICHHOH nepej aHalHMTHKOM 3aj1ayui.

Ilpn onpepejseHnu oJHOTO XpoMa HJH TJIABHLIX KOMIIOHEHTOB Xpo-
MHTOB — OKCHJOB XpoMa, yKeJjie3a, aJIOMHHHUS, MarHus W JPyrux mare-
pHaJ pasjiaralT CIJIABJEeHHeM ¢ TEePOKCHAOM HaTpHfA, NMPH  3TOM
xpom nepexoaut B Cr (VI). Oanako npu moc/eayoumeM BHILIETaYNBA-
HHH NJaBa H moakucaennu pacrBopa Cr (VI) wactnuno BoccTaHaBan-
Baercss nepokcuaoM Bopopoaa xo Cr (III), uto caepyer mmerts B BHAY
IIPH OmpejeeHHH XPoMa THTPHMETPHUECKUMH MeTogaMi. XpOMHUTEI, He
coJeprKalllHe 3HAYHTEJbHBIX NMPHMecell MHHEpaJoB Keje3a, Jerko pas-
JaraioTcsi CIVIaBJeHHeM ¢ THAPOKCHAOM KaJlHsi H HUTPAaTOM HaTpHS.
HeGoJ/blune HaBecKH XPOMOBHIX PYA CILIABJSIIOT CO CMeChl0 KapOouara
u Terpabopara Hatpus. [Tocaennuii cnoco6 NMPHMEHSIOT MPH aHajamnse
XPOMHTOB MeTOlOM aToMHoli abcopOunu. B mnpouecce cniapjennst u
nocJaeaylollero BLILIEJAYHBAHHA IJ1aBa XPOM MOMKET HaXOAHTheS B
pa3Hoil cTemeHH OKHCJeHHS. YCJOBHfA pa3/oMKeHHs MaTepHala c MpH-
MeHeHHeM YNOMSIHVTHIX PeareHToB VKa3aHbl HHMKE B METOAHKAX ompe-
Je/leHHs] XpoMa H aHaJH3a XPOMHTOB.

ITpu onpeneneHHH OTAeJbHBIX 3J]€MEHTOB XPOMHTOB MpoObl pasJa-
raior Kucaoramu. Hanpumep, npu onpeaesennn okcuaa sxeaesa (IT)
npobsl pasaaralor cMechio cepHoil H docdopHOil KHECJAOT B NPHCYTCTBHU
okcHaa Bauajaua (V), npu onpeaefeHHH Nopoaoo6pa3yOLIHX KOMIIO-
HEHTOB XPOMHTLI Pa3jaraloT CMechlo CepHONl H XJOPHOH KMCJOT, mpil
S3TOM XPOM MoOzKeT ObITh VAajeH B Bujae xaopucroro xpomuia CrO,Cls.
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5.1.2. TuTtpuMeTpHUECKOE onpeneneHHe Xpoma

5.1.2.1. Onpeaenesne XpomMa nocje BCKPBITHS NPodbl cniaBieHUeM
¢ MEPOKCHAOM HATpPHA

Metoanka pekomeHA0BaHa AJs onpeleseHis XpoMa B FOPHHIX MO-

poaax, pyaax M MHHepaJax npu cogepxaunu 6ogee 1 % (Muerpyruus
HCAM Ne 64-X).
Meroauka BKJA0uYaer BollleJaunBaHue [JaBa BOJOI, paspyuleHie
nepoKcHaa BOJAOpOAa KunsiyenneMm pactBopa ¢ ocaikom. lllesounoii
pactBop HefiTpanusylor cepuoii kuejaoroit u Cr (1II) okucasior 1o
Cr (VI) nepcynbdarom ammonusi B nNpucyTcTBHH Kartaausaropa. HMa-
ObLITOK mepcyabdara paspyuialoT KuiAdeHHeM pacTBopa xo oGpasoBa-
His Mapranuepoit kuciotel. Mn (VII) Boccranasausaior 1o Mn (II)
xaopuaom. OGpasoBaBWMiics XJ0p VIAAASOT H3 pacTBopa KHIsYe-
HHEM.

s soccranosaenns Cr (V1) no Cr (111) B pacrBop BBOAAT (B H3-
ObITKE) OTMepeHHOe KoaudecTBO pactBopa coan Mopa. HaoOwiTok
Fe (II) B pactBope onpelensior THTPOBAHHEM NEPMAHTAHATOM KaJHs.

Peaxruset. 1. Coas Mopa (NH,).SO4-FeSOy-611,0, 0,2 n. pactsop. 80 r coan
Mopa pacreopsiior B | a1 Boawl ¢ gobGasiaennem 50—60 ma HoSO, (1,84).

2. Cmech Pefinrapara. 67 r cyandara mapranua (I1) pacropsior B 500 ma

Boxul, npuausator 140 ma H,PO, (1,8) u 130 ma H,SO4 (1,84), mocae oxaamje-
HHa pa3daBasior BoAoil a0 1 ..

3. Ilepmanranar kamms, 0,1 n. pacreop. 3,2—3,3 r KMnO; pactsopsiior B 1 a
BOABI. BNHE?}KHBﬂlOT B TeueHne 5—7 AHel B TeMHOM MecTe, TepHOIHYECKH nepeme-
muBas. TUTp pacTBOpa ycTaHaBAMBAIOT No oKcadaty Hatpus NasCs0, pbicylenHo-
my npu 105—110 °C. Tutp 0,1 . pactBopa KMnO4 no CrO3; 0,002533 r.

Haecky npo6ut 0,2—0,5 r cMelinBaioT B HUKEJIEBOM, KeJle3HOM

HJIH KOPYHAH30BOM THrJe ¢ 4—6 r NasOy, moMenialor Tare b B TEMIVIO
MY(eabHYIO NeYb, NMOCTeNeHHO NOBHINAKT TeMNepaTypy B Meul H BH-
Aepxusator 5—10 mun npu temneparype 650 °C.
Tureas yaaasor n3 mydeas u nocle OCTHIBAHHA MOMELLAIOT B CTa-
Kan BMecTHMoctbio 500 ma. IlpuanBalor ropsuyio Boay H HwiCcTpo Ha-
KpbIBalOT cTakad crekjoM, [lo okonuanun 6ypHOil peakiun H3BJIeKaOT
THreJb H3 CTakaHa, oOMBIBAIOT ero ropsuell Bojoit. PactBop kunarar
3-—5 MHH 1Js1 pasjolKeHus nepokcuja sojpopona u ¢uabrpyior. Oca-
JOK NpoMbIBaloT ropsiyeit Bojoil. ®uaprpar pasbasasior no 250 i,
noakneasior HySO4 (1:2) 1o caabokueaoil peakuwn H TPHIANBAIOT
20 M1 3TOM KHCaAoTH. 3arem gobaBasitor 2—3 kamau 1 % -Horo pactBo-
pa cyabpara mapranua (II), 7—8 wma 1 %-uoro pacrBopa asoTHO-
- Kucaoro cepedpa (man cmecu 3 % -HLIX pacTBOpOB cyJbdata HUKeS U
KoGajbTa), 100aBASIOT He(OJbLHMH MopuHAMH 3—5 T nepcyibpaTa
aMMOHHA H KHNATAT B Tedenue 10 muu.

Hast paspywennss oGpazoBaBileiics MapraHieBoil Kucaoibl go6aB-
aaor 5 ma 10 %-uoro pactsopa NaCl uan HCI (1:3), cHoBa Harpe-
BAOT 0 KHIEHHsI W Mocde BoccraHoBJenns coeanenuit Mn (VII)
KHOSTAT emle 5 MHH. 3aTeM pacTBOP OXJamAalOT J0 KOMHATHON TeM-
nepatypul W 1006aBasiioT K HeMy u3 Glopetku pactBop coan Mopa 1o
Nepexojia KeJTol OKPAackH B M3YMpPYAHO-3eeHy10 1 eule 5 Ma. [lo6Gas-
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asior 15 ma emecn Pefinrapara, nepemeiinBaloT 0 THTPYIOT H30BLITOK
coiu Mopa 0,1 n. pacTBOpOM mnepmMaHraHara Kajans Ao MHepexoja
OKpacku B KpacHo-uoaeroByo. OJHOBpPeMEHHO ycTaHABJAHBAKT COOT-
Howenue (K) mexay pactBopaMn mepMaHraHata Kaaus n coian Mopa.

5.1.2.2, Onpeaeienne XpoMa nocJje BCKPHITHA NPoGbl CNJaBJIEHHEM
¢ THAPOKCHAOM KaJdHsi W HUTPATOM HATPHS

Meroanka pexkoMeHgOBaHa [IJisi ONpejeseHHss XpoMa B XPOMHTax
npu coaepxanuu Gosee 25 9% Cry0;. Craupaprtnoe orkaonenne 0,15.
Ona paspaGorana B. A. Xaausosoit u A. §1. Anekceepoii (BHMMC).

Metojanka BK/IOUAET clJaBjieHHe NpoObl, BHILENAaYHBaHHE IJaBa
BOJOH, HEATPAAH3alHI0 LEJOYHOr0 pacTBOpa KHCJAOTOH B IPHCYTCTBHA
nepcyasara ammonuda. Maburok mepeyiabdara paspyliaioT KHIsde-
nueM. CojepskaHie XpoMa B PacTBOpe ONpelensioT THTPOBaHHeM pac-
TBOpoM cosau Mopa B mpucyTcTBHH (DeHHJIAHTPAHHIOBOH KHC/IOTHL.

Hagecky npoGer 0,25 r nomeuialoT B HHKEJIEBbHIH THTEIb, B KOTO-
poMm npeasaputeasHo pacniasiaeno 5 r KOH, nobasasior 0,5 r nutpa-
Ta HaTpusa. Turejb MOKPBIBAIOT KPBILIKOH M NOMelanT B MVdeabHVIO
neyr Ha 20 muu npu temnepatype 600—650 °C. Turenb mocse ocThi-
BaHHs [OMEIIAOT B CTAaKaH W BbillesayusatoT naas 100 ma sBoas. Ho-
oasasitor 0,5 r nepcyibdata aMMOHHS W HArpeBalOT 10 KHMEHHs.
B pacrBop noGasasior 45 ma HpSO, (1:8). Pactsop narpesaior 10
KHIEHHS M KHIOATAT 5 MHUH.

Ecau npoba pasfiomuiach He NOJMHOCTBIO, OCaL0K OT(HHIBTPOBbLIBA-
10T, cobupas QuJAbTpaT B MepHYI0 KoJafy BMmecTHMOocTblo 250 M,
GuaAbTp cKUraloT B Mydesae, a 0caoK CMIABAAIOT ¢ 2—3 I NHPOCYJIb-
dara kaans B teueHue 2—3 muH. [lnas BeimenauuBaior 0,1M HySOs.
Hob6apasitor 0,1—0,2 r nepcysasdara aMMOHHS, KHOATAT 2—3 MHH H
NOJVYEeHHBIH PacTBOpP NPHCOSAHHSIOT K ocHOBHOMY. OO6beM 10 250 ma
noBonst Bomo#. Has onmpenenexpst xpoma or6upaior 25 uam 50 mu
pactBopa, jaobasasior 50 ma 6 %-uoit HeSO, n Heckonbko kamenb
dennnanTpannioBoii kucaorsl. Xpom (VI), mpucyrerByounit B pac-
TBOpe B BHJIE XPOMATOB, THTPYIOT pacTBopom coau Mopa no nosisie-
HHS 3€JeHOr0 OKpalllHBaHHs.

5.1.3. ®oTomeTpHueCcKOe OnpejeneHHe Xpoma

Cpeanue 1 MaJjble KOJHYECTBA XPOMa B MHHEPA/JIbHOM Chipbe OMpe-
aeasitor doromerpudeckumn MerogaMmu. HaubGosee npumeHnmsl Meto-
AMKH, OCHOBaHHBIE Ha ONpejle/]eHHH XpoMa B BHIe Xpomata H IO
peakuun B3anMoAeHcTBHS XpoMma ¢ AndeHnaKkapbasunjiom.

5.1.3.1. Onpenenenne XxpomMa B BHAE Xpomara

MeTonuka pexomeHayeTcsl 1Js ONpeeseHnsi XpoMa MpH coiepska-
i 0,1—2,0 % (Mucrpykuus HCAM Ne 64-X). OkpaunBatouiue pac-
TBOP COEIHHEHHs, Mellaiollie ONpefeJeHI0 XpoMa, OTAeIA0T Mo Xo-
Ay aHalnusa.
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MetonnKka OCHOBAHA HA H3MEePeHHH WHTEHCHBHOCTH JKeATOl OoKpac-
Kil pacTBopa Xpomarta, oOpasylollerocsi npu chjas/idednd npodbl co
lLeJ104bI0 MPH AOCTYNe KHCJIOPOAa Bo3jyXa. XpoMmaT-HOH HMeeT Mak-
CHMYM norJollesus npu A =366 HM H B 3THX YCJOBHSIX B YHCTHIX pac-
. TBOpax MoxKeT OBITh ONpejeneH ¢ 4yBCTBUTedbHOCThIO | MKr/ma Cr.
Onnako u3aMepenue MOTJIOUIEHHs XpoMaTa B yabTpadHoteToBoll obaa-
CTH CIIEKTPa CONPAZKEHO ¢ TPYAHOYCTPAHHMLIMH TOMeXaMH, TO3ITOMY
Ha NpakTHKe H3MepsIOT NorgaolieHne xpomara npu A =420—450 um.

Jas oGpas3oBanusi pacTBOPHMBIX XPOMAaTOB MPHPOAHLIE MATEPHAbI
CIIABJAIOT CO LeJOoUHBIMH njaBHsiMu. CHIAHKATB Cl/IABJSIOT ¢ COAOI
u ceantpoii, Ias pasnomenusi HaBeCKH MOXKHO HCIIOJb30BaTh oGpaboT-
Ky NJIaBHKOBOH H CepHOI?i KHCJA0TaMH ¢ NOCJeAVIOUIHM CIJIaBJeHHeM
0CTaTKa ¢ CoMOM.

Conepzanne XpoMa B PacTBOpPe VCTAHABJIHBAIOT MO TpaayHpPoOBoOY-
HOMY TpaduKy, NOCTPOEHHOMY MO CTAaHAAPTHOMY pacTBopy GuxpoMara
Kanns, KoHueHTpauus Liejoun B HCOBITYEMBIX pacTBOpax H PacTBo-
pax cpaBHEHHS 10JKHA ObITb OJHHAKOBAas.

Peakrus. Cranpaprusiii pactsop okcuaa xpoma (VI). Hasecky 1,9354 r nepe-
KpHCTa/ H308aHHoro M BeicymenHoro mpu 130—150 °C 6GuxpomaTta Kaausi pacTBO-
PAOT B Bole B MepHO# kKojabe Bmectumocthio 1000 ma. 1 mMa pacTBopa COOTBETCTBY-
er 1 mr Cro0;.

Hasecky 0,5 r, npeaBapute/bHo 000XKEHHYI0O B ¢lydae NpPHCYT-
CTBHS OPraHHYecKHX BeLLeCTB, CMEIIHBAIOT B KeJe3HOM WJIH KOPYHIH-
30BOM THrJe ¢ 3 I' cyXoro nepokcuaa Hatpus. Cmech NOKPLIBAIOT TOH-
KHM cjaoeM nepokcuaa Hartpusi. Tureap mnomemiair B MydenbHYIO
neyp, Harperyio a0 550—600 °C. Buigepxkubaior npu 600 °C B Teye-
e 7—10 mun. OcThlBIUNA NJaB BbILLEJaYHBAIOT B cTaKaHe BMECTH-
MocTbio 150—200 ma ropsueit Boaoii. PacTBop ¢ ocaikoM HarpeBaioT
i kunatat 10—15 mMun aaa paspyuiennsi nepokcuaa Boaopozaa. Ecan
pacTBOp OKpallleH B 3eJeHblii UBeT, A00aBJAIOT HECKOJBKO Kamedb
COUpTa, OKpacka J0JMKHA HCYe3HYTh, B NPOTHBHOM cJyuae BHOBBL J0-
GaBAsIOT CIUPT H NPoJ0JaKAIT Kunayenue. PacTBop BmecTe ¢ ocaakom
HepeHoCAT B MepHYI0 KoJa0y Bmectumocthio 100 mJj, aoauBawot 1o
METKH BOJA0H, mepeMelnBaioT. PacTBop oT(HILTPOBHIBAIOT OT OCalKa
yepes cyxol ¢GuabTp B cyxoit crakaH. PuabrpaTt JoJKeH ObITh IPO-
3paynbiM. AGcopOuuI0 pacTBOpa H3MepslOT Ha clnekTpodoTomeTpe npu
.=420 wm uau Ha QoToxoJopuMerpe co cBeToduabTpaMu 420
460 M B KioBeTe ¢ TOJLHHON cjgod 20 MM OTHOCHTEJBHO pacTBOpa
KOHTpOJbHOTO onbiTa. Ecau pacTBOpH OKpalleHb HHTEHCHBHO, HX pa3-
GaBasior 3 %-HHIM PacTBOPOM IHAPOKCHAA HATPHS.

Ias nocTpoennsi rpaayHpoBodHoro rpauka B MEpHbBIE KOJObI
pmectumoctbio 100 MJ BHOCAT CTaHJIapTHBIH pacTBOp, colepiKallui
1 mr/ma Cr:03 —0; 0,3; 1,0; 2,0; 4,0; 6,0; 8,0; 9,0; 11,0 ma, no6aBasior
1o 50 ma 6 %-Horo pacTBopa rHAPOKCH/A HATPHSA, A0JHBAIOT 10 METKH
BOJ10i1, mepeMelHBaoT. AGCopOUNI0 PacTBOPOB /LIS rPaiyHPOBOYHOTO
rpauka H3MepsIOT B TeX K€ YCI0BHAX, UTO H HCHbBITYeMble.
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5.1.3.2. Onpepenenne Xpoma ¢ audennakapdasnaom

Metoanka peKoMeHAyeTcs s olpejeseHiis XpoMa NpH cojeprxa-
pun Cr:0;5 ot 0,001 10 0,2 % B ropHblX MOpoiax, coaepzKallidx MOJuo-
nena ue oodaee 0,1 % u Bananua ne Gojee 10-kpaTHoro coiepiKaHus
xpoma (Muerpykuns HCAM Ne 64-X).

MeTonnKa ocHOBaHAa Ha peaklUHH B3aUMOAEHCTBHS XPOMAT-HOHOB
¢ autennakap6asnioM ¢ obpazoBaHHeM COeAHHEHHS, OKPalINBAIOIIero
pactBop B KpacHo-Guoserosuii user. B pacrsope 0,1M no HeSO;
OKpacKa pa3BHBAETCH MCHOBEHHO W ycTofiumBa B Tedenne 1—2 v, Mu-
HHMaJbHO onpeneasemoe koanuectBo CryOz 1,5 mkr B 100 ma. Ipn
A =540 nm moasipubii Koapuunent noramenns 31 500. 'paaynposoy-
uutit rpaduk 3aBucumoctn A=[(Ccro,) TPAMOJNHHEEH B HHTEpBAJE
2—80 mxr CryO3 B 100 mu1.

Onpesenennio xpova Memnalor: Moaubuen (VI), nawoummii ¢ xuge-
HUJIKapOa3uioM KpacHo-(DHOJETOBOE OKpallliBaHHe, OAHAKO 4YBCTBH-
TeABHOCTh 3TOH pPeakuHH 3HAUYNTeJbHO HHIKE, YeM C XPOMOM, TOITOMY
onpenesenie Xpoma MoxkHo BectH B npucyTetBud 0,5—1,0 Mr momno-
JleHa.

Houwt VO3~ u Fed+ pator ¢ audennakapbasuiom meatyio HIH
JKearoBato-0ypyio okpacky. C TeueHHeM BpeMeHH OKpacka, Bbi3blBae-
Mas JKeje3oM, YCHJIHBAETCs, a Bbi3klBaeMas BaHaaaT-HOHOM — ocJa0e-
Baer. JKese3o OoTAENAIOT B BHIE THIPOKCHIA B TPOILECCE INMOITOTOBKH
npo6sl K aHaansy. IlpucyTcTBHe BaHanHs He coO31aeT 3aTPyHEHH,
€cJIi OTHOllleHHe BaHalus K Xpomy He Hogee 10. B stoMm canyuae nmepen
Ha3MepeHuneM abcopOuun npody BwilepkuBatoT B Teuedne 10—15 mun.

Pearxruss. 1. Crannaprasiii pactsop xpoma. Hasecky 0,1935 r Guxpomara Ka-
JHsl, B3ATYW H3 TepeKpHcTa/In3oBanioro W Beicymennoro npu 130—150 °C npena-
pata, pacrBopsiior B 1 21 2 Y -soro pacrBopa Na,CO; B MepHoit konGe. 1 ma co-
orsercrsyer 100 mkr CryO; PasGaBnennem B JecATb pa3 BOJOH TOTOBAT pacTBOp,
1 mMa xkotoporo coorsercrByerT 10 Mrr Crp0O;.

2. Hudpennakapbasug, 0,25 %-uwit pacrsop. 0,25 r andennnkapbasuia pacTso-
psiior 8 100 ma cmecu auetoHa u Boanl (1:1) wam B 20 MJ STHIOBOTO CMHPTA,
pacTBop AoBoaaT Bojoit Ao 100 ma. Henmoawsymor cpexenpHroToBJAeHHBIH pacTBOp.

Hagecky 0,5—1,0 r (npeapaputesnbHO 000KKEHHYIO B clydae MpH-
CVTCTBHS OPraHHYECKHX BEIIECTB) CMEUIHBAIOT ¢ 4 I NepoKcH1a HATPHA
B JKeJe3HOoM HJAH KopyHAH3oBoM THrJde. CMech TNOKPLIBAIOT TOHKHM
cJloeM MepoKcHAa HATPHA H CNJAaBJAIOT, a 3aTeM BBLILEJAYHBAIOT TJIaB
B Tex Ke YCJOBHAX, UTO W B mpeamrecTsywuled meroanke. Or6upaior
5—25 ma duaprpata B MepHy Koaby BMectumoctbio 100 ma u Heii-
TpaausyoT cepHoil kuciaoroi (1:9) no 6yporo oxpawmnBaHus OVMax-
K1 KoHro. Ecan ananuanpyeMblii pacTBOP COAEPKIT MHOTO aJIIOMHHHS,
€ro HelTpaJn3yoT A0 PAcTBOPEHHS BBHIMALAOLIEro ocajaka THAPOKCH-
na amomunus. K HefiTpadusoBaHHoMy pacTBopy aobGaBasior 6w
H2SO4 (1:9), 3 ma pactBopa audenunkapbasuna, 10JHBAIOT 10 MeT-
Ku Bonoi n mepemeurnBator. Yepez 2—3 mun namepsior adcopoumio
pactBopa Ha cnektpodoromerpe (=540 HM) win (oTOKOIOPHMETpE
B KioBeTe ¢ Toaumpuoi caod 20 wau 50 MM OTHOCHTEJILHO HYJIEBOro
pactBopa (comepxkut 6 ma HySO4 (1:9) u 3 ma andennnkapbasuia).
ITo xoay ananusa BeAYT KOHTPOJLHBIH OMBIT.
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st nocTpoenus rpaiynpoBouHOro rpaduka B MepHble KoJ0bl BMe-
ctumocthio 100 Myl oTMepHBAOT N3 MHKPOGIOPETKH cTaHAAapTHHI pac-
TBOP Xpoma, coorBercTBylomnii 10 Mrr/mMa CryO3 B koamuectse 0; 0,2;
1,0; 2,0; 3,0; 4,0; 5,0; 6,0; 7,0; 8,0 ma, nob6asasor 40—50 ma Bojwbl,
6 ma HeSOs (1:9), 3 ma pacrBopa audennnkapbaszuia, T0JHBAIOT
JI0 MEeTKH BOJOIH M M3MepsiioT abcopOUnI0 B TeX JKe YCJIOBHSIX, KOTOpble
peKoMeH/10BaHLl AJsi pacTBopoB npob. B pe3aysnbrar ananuza BHOCAT
NONPaBKy Ha KOJHYECTBO XPoMa, HaliJeHHOE B KOHTPOJLHOM OIBITE.

5.1.4. Moasporpaduueckoe onpejenetue xpoma

Metoanka pexkoMmeHnjaoBaHa IJs ONpeJeleHHs XpoMa B pyaax H
ropueix nopoaax npu coaepxanun 0,05—5 9% (paspadorana B. I'. Co-
yesanoBbiM 1 JI. H. Jlio6umogoii). Las onpesnenenus Xxpoma HaBECKY
0,1—0,25 r cnaasasiior B XKenaesnom tHrae ¢ 1,5—2,0 r nmepokcuaa
Harpusi, [lias BelwenaunBaior B turae 20—25 Ma Boubl, pacTBop €
OCaJ KoM TEepeHocsT B MEPHYI0 Koaly BMecTHMOocThio 50 ma, nobaBis-
10T B Hee 2 r cyabdura natpust u 1 ma 0,5 %-Horo pactBopa KeaartH-
Hel. PactBop B Koafe A0BOJASIT Jl0 METKH BOAOH, nepeMeulnBaloT H
octaBaAoT Ha 30 MuH.

YacTe pacTBopa nepeHocsT B 3AEKTPOJN3EpP H CHHUMAOT TOJApO-
rpammy B uHTepBade 0,7—1,0 B (nac. k. 3.). Coxepkanne xpoma B
pacTBOpe HAXOAAT MO TIPajyHPOBOUYHOMY TrpadHKY, MOCTPOEHHOMY IO
cTaHnapTHOMY pacTBopy Ouxpomara xaausa (2,8384 r KoCraO7 pactso-
pstor B 1 41 Boawl; pactBop cotepxur 1 mr/ma Cr). Jdas npurorosie-
HHS PaCTBOPOB CPABHEHHS TOTOBAT IATL KOHTPOJbLHBIX ONBITOB Ha pe-
aKTHBAX, B KoTopble aobasasior ot 0 1o 5 M/ craHjaapTHoOro pactBopa
xpoma. [Moasiporpadupyior pacTtBopsl cpaBHEHHS B TeX ¥Ke YCJOBHSX,
4yTO M HenbiTyeMble. ITo MoAyueHHBIM JaHHBIM CTPOST Tpaduk 3aBHCH-
MOCTH BHICOTHI TOJIAPOTPAMMBI OT KOHIEHTPALHH XpoMa.

5.2. OnTHYyecKHe cneKkTpaJbHble METOAbI
onpejieJeHuss Xxpoma

5.2.1. Cnektporpaduieckoe onpejeneHe xpoma

Mertoanka mpejHasHaueHa /51 ONpeleseHHss XpoMa NpH cojlepa-
Huu Cre03 ot 0,005 10 0,1 % B CHAHKATHBIX TOPHBIX NMOPOAAX K JKeJe3-
HBIX pyaax, cogepawnx xe Gojee 10 % oKcHAOB leNOYHBIX MeTaJ-
JoB. Ona paspaborana A. K. PycanoseiM, B. M. AnekceeBoit #n
B. H. [Tarosoii (Mucrpykuuas HCAM No 106-C). Meroauka sakaioua-
ercsi B HCIApeHHH aHalusupyemoro obpasua (B cMecH ¢ GydepHbIM
NOPOLIKOM) H3 KaHaJoB JBYX YIOJbHBIX 3JEKTPOLOB B Ayre fiepeMeH-
HOTO TOKa H NOCJeIyIolleM H3MEePeHHH HHTEHCHBHOCTH CNeXTPa/bHBLIX
JduHui otorpa@uUEcKHM METOLOM.

Jas yerpanenust BJAHSAHHS COCTABA M NOBBILIEHHS TPOHIBOTUTENb-
HOCTH HCXO/IHYI0 HaBecky pasbamasior OydepHoii cMecklo, cocrosllei
H3 yroJbHoro mopouika u kapGonata Gapus. KapGonar Gapusa craGu-
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JH3HPYET TeMmNnepaTypy AYTH H NOBBIIIAET BOCHPOH3BOAHMOCTL H Tpa-
BHJBHOCTb Pe3yJbTaToB.

"AHanu3 CHIHKATOB BHINOJHNIOT Ha npubope APC-13 ¢ peurerkoil
600 wrp/mm (ancnepcus 0,4 um/mwm). Ilpu ananuse xedesnwx pyi,
MAarHeTHTOB, XPOMHTOBR mnpumensior npubop JAPC-13 ¢ peurerkoit
1200 wrp/mm (aucnepcust 0,2 um/Mm). [las onpenenenus HCnonb3yor
HECKOJILKO CHeKTPaJbLHBIX JHHHE, 00JaaalolnX pasjHiHoll YVBCTBH-
TeJAbHOCTbIO (Tabua. 5). DJIeMeHTOM CPaBHEHHS CAYIKHT CKaHIHil, KOTo-
pBlii Henapsiercss H3 KaHaja jeKTpola NPAaKTHYeCKH OJHOBPEMEHHO
¢ onpenensieMbiMi sjaeMentamu. Ilpn oaHoBpeMeHHOM onpejieJieHHH
apyrux saementos (Co npu conepxkaunnu 0,00056—0,03 %, Ni, V, Cr,
Ti npu conepxannu 0,1—0,5 %) cnektpsl 06pasios npuxoanres horo-
rpadgupoBaTh ABaXK/bl B Pa3HBIX 00/aCTAX CHEKTPA.

Ananu3 BHIIOJHAOT MO MeTOAY Tpex 00pa3loB cpPaBHEHHS, B Ka-
YeCTBe KOTOPBIX HCNOJL3VIOT CMeCh KBapla M APYTHX OKCHIOB, IMHTH-
PYIOULHX OCHOBY, B KOTOPYIO BBOISIT OKCH/bI ONpPEIeNsieMBIX 3JieMeH-

toB. CoctaB GydepHoii Macchl, OCHOBBLI H METOJIHKA OMHCAHHL B pa3ze-
Jae 7.2.1.

5.2.2. AtomHo-abcopOuHOHHOE OnpeeeHHe Xpoma

Atomno-aGcopOunoOHHOe ONpeaeeHne XpoMa PeKOMEHIVETCs Mpo-
BOJAHTH TPH BHINOJHEHHI MHOTOKOMIOHEHTHOro aHajausza. Meronuka
onpeje/ieHHsi xpoma (a TakKe aJIOMHHUS, sKejde3a, KaJblus W Mmar-
HHS) B XPOMHTAX, B KOTOPOil XPOM ONpelensioT B MAaMeHH OKCHI
asora (I)— auerunsen no auuun Cr 3579 um, paspadorana B. H. Ila-
toBoii, M. A. Bopoukosoii, T. A. Byrkusoi, JI. M. KocriokoBoii,
H. A. Crenanosoii, B. C. BopoGeeBbiM,

Ha a6cop6unio xpoma B miIaMeHH BO3JAYX — aleTHJIEH 3HAUHTE/b-
Hoe BAHSIHHE OKa3biBAlOT »Keje3o W HuKeab. B naamenn okenn aso-
ta (I)— auerunen storo Bausinusg He HaOJwaaercs. AGcopOuus xpo-
Ma 34BHCHT OT COOTHOUWEHHSI Fa30B B TOpIOYel cMecH, MO3TOMY NpH
onpejesieHnH CPeAHHX H BBICOKHX COJepPsKaHHi Xpoma pekomeniyercs
paboTaTh B MAaMeHH CTEXHOMETPHYECKOTO cocTaBa. ANOMUHHIL, Kene-
30, KaJbliHii, MarHui M THTAH He BJAHSAIOT Ha abcopOUHIO XpoMa, KpeMm-
HHeBas KHCJOTA MOBLILIAeT abcopOIMIO NPH colepiKaHIH B pacTBope
bosee 200 mkr/ma SiOs.

Ias npoBejienusi aHajln3a XpPoM NepeBOASIT B PACTBOP H H3MePSIOT
aToMHyl0 abcopOunio Ha atoMHo-abcopOUHOHHOM crnekTpodoroMeTpe.
Has nostyuenusi npaBHAbHBIX Pe3yJAbTATOB XPOM B HCHBLITYEMBIX pac-
TBOpPax H pPacTBOpPax CPaBHEHHS JIOJIZKEH HaXOAHThCS B OTHHAKOBOIT
eTeMeHH OKHCIeHHS.

Hagecky xpomuta 0,1 r BHOCAT B NJAaTHHOBLIH THTEJb, B KOTOPOM
ApeaBapuTeabHo ObLIO pacniaBieHo 3 r cMecH KapboHaTta H TeTpa-
Gopata natpua (2:1). Turensr 3akpbIBalOT KPHIUIKOH M noMeniawT B
CIJINTOBYIO meyb, Harperyio ao 950 °C wa 20—30 mMun o woasoro
pasmo:kenus HaBeckd, OCTHIBIINI THredb ¢ TIABOM MOMELLAIOT B MOJIH-
STHJEHOBBIH CTakaH BMecTHMOCTbio 250 ma, npuauBaior 50 ma rops-
ueil BoABl M ocTaBasioT Ha Houb. [locne moaworo pacnanenns niaasa
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: Ta6bnuuma 5
AHAJHTHYECKHE JIHHHM Xpoma

Hirepsans Mentaouiie 91eMeHTE
Anajauruueckas onpeaenseMbx Kourpoasnas I y
AUHNS, HM conepianui AMHNH, HM PRMeYaHn
Cry04 %
Jlituus, nM Copepikanne, %
Cr 1 301,492 0,0056—0,02 Th 301,493 0,2 Th 297,148 I'papyuposounsiit  rpaduk 1o
JUHHSIM ~ XpOMa  CTPOSIT  OT
0,06 % Crs0,
V 301,482 0,3 V 268,309 Jluaust U 301,488 um mnosas-
asiercss  npu conepxxauun U
Gonee 1 %
Cr 1 297,110 0,001—0,5 U 297,106 1 U 283,772 Jlugnn W 297,120 am, Mn
297,097 um u W 297,000 nwm no-
ABJSIIOTEA NPH cojepaani Go-
gee 10 9 wxaxzuoro M3 3JeMeH-
TOB
Cr 1 299,658 0,01—0,2 V 299,649 0,3 V 303,382 Junimo Cr He cMeWHBaTh ¢
' aunneit Fe 299,632 um
Cr II 268,709 0,2—5,0 Th 268,714 0,2 Th 297,148 Jlupun W 268,699 uM 1
268,713 uM mosBASIOTCA  NPH
conepxannn Goaee 10 % W
Nb 268,715 0,05 Nb 266,730 Jlnnua U 268,682 um nosasas-
erca npu coaepxauun U 5 %
Sc I 303,077 — U 303,083 1 1 310,869 Jluguo  Sc He cMewHBaTh €
(suns C;JBBHE- auuneit Fe 303,061 um
Husl




BoaaT 20 ma HCI (1:1), veGosbliuMu mopuusMu npi nepeMeninsa-
HHH pactBopa. IlepemelmnBanie npoxoskawT 10 HOJAHOTO pacTBOpe-
HHA THAPOKcHAOB. [Ipo3paunblit pacTBop NepeHocAT B MEpHYIO KOJOY
BMectumocTthio 200 ma. Tureabp oGMbIBAlOT ABYMS HOpUHAME 1O 6 MJ
ropaveit HCI (1:1), a 3arem Tennoii Bonoil. Pactsop B Ko/1Ge 10BOAAT
JIO METKH BOJOI.

5 MJI MOJYYEHHOro pacTBOpa NEpPeHoCcAT B MEPHYIO KOAHY BMECTH-
MOCTbIO 25 Ma, nobGasasior 2,5 ma pactBopa douna, corepxaiiero 10 %
JaHtaua, 2,7 Mr/ma natpus, 5 mr/ma 6opa. Joansaior 1o metku 0,7M
HCI. B tom cayuae, ecan He Tpebyercsi onpeiesith Kadbluil 1 mar-
HHHA, 145 H3MepeHHst GepyT OoJAbWHHA 00BEM HCMNBITYEMOro pacTBOpa
(pas6aBasioT He B MATh, a B ABa pasa).

H3mepenne aroMHo#i abcopbiHi Xpoma NPOBOAAT ¢ JaMToil ¢ Mo-
JbIM KaTojoMm npu cuie toka 10 MA B nuamenn okcup asota (I)—
alueTHJeH.

Atomuyto aGcopOUHI0 KOMIOHEHTOB XPOMHTOB H3MEpPSIOT IPH cJie-
Aviouux AjduHax soaH (B uM): Al,O; — 309,2, Fe,03 — 248,3, CaO —
4227, MgO — 285,2. MetoanKa TNOArOTOBKH PacTBOPOB MpHBeleHd B
pasnene 2.2.

! 5.3. PentreHopasiMoMeTpHUYECKHIH MeTO]
onpejeneHuss Xxpoma

MetoaKa pekoMeHI0BaHa AJsi ONpeleJeHHs XpomMa B XPOMOBBIX
pyAax M NpoAyKTax HX nepepaloTku npu coiepxannu Goaee 20 Y
Cr:0; u menee 25 % FeO. Oua paspaborana JI. M. Boauecenckum,
M. K. Coeuogoii, B. T, ITyinaucknm, B. B. Caseasesbim (Muctpykiius
HCAM Ne 142-51d).

Metoanka ocHOBaHa Ha H3MepPEHHH XapaKTepHCTHYECKOTo H3Jgyue-
HHg XpoMa, Bo3Dy:KAEHHOr0 paaHoakTHBHBIM uzoTonmoM 'Cd c sHep-
rueil ocHoBHOW aunuu 22,6 kK3B. B kauecTBe aeTeKTOpa HCMOJIL3YETCH
[PONOPUHOHAJIbHBIH CUCTYHK C KCEHOHOBBIM HalOJHHTEdEM.

XpoM onpeaensior B HachllleHHHIX caosX. Mamepenust Boinoausior
no cnocoGy CNeKTPaJbHBIX OTHOMIEHHI (N): v = ny/Ns, A€ My -— YHCIO
HMIYJLCOB, 3a(HKCHPOBAHHBIX 32 BpeMs [ B KaHa/le perucTpannu
K.-nuHun XapaxkTepHcTHYeCcKOro uaJjyuenns xpoma (54 k3B), ns—
YHCJI0 HMIY/AbCOB, 3aDUKCHPOBAHNHBIX 32 BpeMsi [ B KaHaJe perucrpa-
LUHH paccesiHHOro npo6oil H3JydeHHs OCHOBHOH JuHHKM H3oTona '°°Cd.
HMsmepenne mo takoMy cnocoby MO3BOJsieT CHH3HTL BIHAHHE MHHepa-
JIOTHUECKOTO COCTaBa, KPYMHOCTH HACTHI, MJIOTHOCTH HECAEAYEeMOro Ma-
TepHana, paccTOAHHS JaTuHK — npoda, annapaTtypHoid HectaOHJIBHO-
CTH, a TAKKe YIPOCTHTb yYeT M3MeHeHHs aKTHBHOCTH HCTOYHHKA.

Conpepxanue xpoMa B npobGe onpeaeifiior Mo rpaiyHpoBOUHOMY
rpaduky sasucumocti 1 =[(Ccr), NOCTPOCHHOMY MO CTAHAAPTHLIM HJIH
KOHTPOJbLHBIM MpoGaM ¢ YCTaHOBJEeHHBIM coaep:kanuem xpoma. Omnpe-
JleNIeHHI0 Xpoma MelaeT kenaeso, K.-auHusg xoroporo (6,4 k3B) Boa-
O6yxaaercsi oaHoBpemenHo ¢ K,-audneit xpoma. Bkaan usnyvenus
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K.-nuunn Keaesa B KaHaj PerncTpaiii XapakTepHCTHYECKOro HaJy-
MEeHHS XPOMa MOKHO CYIIECTBEHHO YMEHBIIHTh, NPUMEHSS XPOMOBbI
PHABTP ONTHMAABHOH NMJAOTHOCTH, H30HpaTeJbHO MOTrJIOWAIOLUUIT H3JTY-
yeHue enesa. Bausnue sdpexra u3bupartesbHOro Bo30OYHAeHHS H
H3vMeHeHHi aOCcOpOIHORHBIX CBOMCTB NPOOL YYHTHIBAIOT BBEACHHEM T10-
IpaBKH Ha cojeprKaHue Kenaeza B npobe. OntumajbHas MIOTHOCTD
XpomoBoro duastpa 15—20 mr/cm2

ITpoby maccoit 50 r (10 cm®) BebinalT B KOBery (KIOBETHl /s
npo6 M CTAHAAPTOB AOJXKHBL OBITH OJHOTO pas3Mepa) Bbillle Kpaes,
YIIOTHSIOT M PasrNa:KUBaloT NOBEPXHOCTb CTEKJAAHHON TMJI4CTHHKOIL.
KoanyecTBo mpo6Gbl # cTeneHb VIVIOTHEHHS MLOJKHBl OBITH MOCTOAHHBL.
I'pagynpoBounslii rpaduk u craduibHocTh paGoThl annaparypsl (npu-
Hopul BPA-6, «KBaut», «[arapa» (PIIC4-01) nam apyrue, aHajoruy-
Hble /11 PEHTreHOPaJHOMEeTPHYECKOro aHaJn3a HacbileHHbIX cloeB
1IOPOLIKOBBIX Npo6) nposepsior no 3—>5 nposepoynbiM Janckam. Ilpo-
BepOouHble JHCKH TOTOBAT N0 pa3Mepy KIOBeT U3 PyJAHOro MaTephaJa,
PaBHOMEPHO NepeMellaHHOro ¢o cBfA3yiolleil ocHoBol (ke H®-2, no-
Juictapoa u T. 1.). CogepxKanne XpoMa B NPOBEPOUHBIX AHCKAX MOAOH-
pawTt takum oOpas3om, uT0OBl paBHOMEPHO OXBATHTh BeChb rpaayHpo-
BOuYHbBI rpaduk.

Anaausupyemyio npoGy 006ay4aloT pajiHoakTHBHBIM H3oTonom '°Cd
akTHBHOCTBIO 1,85-10% BK B MeTaJauuyecKHX aMIlyJax LHJHHAPHIECKO#
$opmbl  auamerpom 10 mm (TY H—174—71) uwan 3 mm (TY
H—155—T71), BLICOTOl COOTBETCTBEHHO 5 H 3 MM.

Hameputenbnblii npuGop NpoBepslOT H HACTPAHBAOT 10 NpuJarae-
moii k Hemy mHcTpykumu. [Ipm HacTpoiike moa obayuyenne nomeuiaior
npody uan cravjaprubiii obpasen ¢ OOJLIIHM coZep:KaHHeM Xpoma
(4550 9% Cry03). Ilpu nacrpoiike npuGopa Ha H3MepeHHe HHTEHCHB-
HOCTH PAcCesHHOTO H3JyYeHHs B AaTYHK npubopa noa obJyueHnwue 1o-
Mellalor npolbl, COCTOsILIME H3 MaTepuata ¢ MaldblM Z,pp (CTEKJO,
niaekcuraac, niaactuiant, nopowok SiO: nau AlOs, pyay ¢ conepxa-
suem CryO3 menee 20 9% ). IlpaBuasHocTh HacTpoiikH NpHOOpa MpoBe-
PSAIOT N0 OJHOI-ABYM npoBepouHblM npodaM. CnekTp CHHMAIOT BO BCeM
JHanasoHe IIKaJabl npubopa npu wHpHHe okHa 5 Y% u n3MeHeHuu no-
pora AHCKpUMHHAUHH ¢ WHTepBajamu 5 %.

[Ipu HopmasibHOM pexume paGoru npudopos BPA-6 wan «Ksaut»
 MaKCHMYMBI aMIVIHTYILHOTO pachpese/eHHss XapaKTepHCTHYECKOTro H3-
JiyYeHHs XpoMa H paccesHHOro npo6oii NepBHYHOTO H3JyUYeHHs H30ToNa
1Cd nonubl HAXOAUTbCA Ha NOPOre AHCKPUMHHALMH 75 ), NTHPHHA
oronuka xpoMa Ha I0JOBHHE BLICOTH JIOJIZKHA COCTaBJAThL He OoJee
20 9% nruHAMHYECKOro AMAMa3oHa, UTO COOTBETCTBYET pa3pellleHHIO Tpo-
HOPIUHOHAJBHOrO CYeTYHKA Mo JHHHH Xpoma 27 Y ; ypoBeHb UIVMOB He
Jlosizken npesbiiath 15 %-noro mopora anckpumuHaunu. Takoi pexum
paGotel npuGopa obecneuHBACT ONTHMAJbHLIE YCJOBHS OTAEJEHHS T0-
JIe3HOT0 CHTHAaJda OT WIYMOB H PACCETHHOTO M3JyUeHHs NMPH H3MepPeHHsX
€ IHPOKHM OKHOM.

Aunanausnpyemyio npody noMmellaioT Noji 30HI0BOe YCTPoificTBO jaT-
uynka (obayuator). [NocaenoBateabHo H3MEPSIOT HHTEHCHBHOCTL Xapak-
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TEPHCTHYECKOrO M paccesiHHOro muaayueHnsa. HauGoabiueii TOYHOCTH H
IPOH3BOANTENBHOCTH AOCTHTAIOT NMPH H3MEPEeHHH € INHPOKHM OKHOM:
50 % auHamuueckoro Auamnasona npu nopore auckpumunaumu 50 %.
DKCNO3ULHS ONpeesieTcs CKOPOCTbIO CYeTa H JA0/KHa obecneunBaTh
OTHOCHTEJIBHYIO CTATHCTHUECKYIO NorpeliHocts ne Gomee 1 %.
CraTHCTHYECKYIO MOrpeliHocTh (o) BbIYHCAAIOT no dopmyJe

g =} a2 + 3%,

rjae

s = V100, og— Vs 100,

Oy =
ny ng

CyMMapHas 3KCnosuuHs H3MepPeHHH XapakTepHCTHYECKOro H pac-
cesiHHOro u3ayueHuii npu mupokoM (50 %) OKHe, aKTHBHOCTH HCTOU-
Huka 1,85-10% Bk u naotHocTH XpomoBoro ¢uabTpa 20 mr/em? nas
BPA-6 — 2 mun. 9Kcno3HIHI0 H3MEPeHHIl 10 Mepe YMeHbIIeHHs! aKTHB-
HOCTH HCTOYHHKA HeoOXOAHMO COOTBETCTBEHHO VBEIHYUBATDL, YTOOHI CO-
XPAaHHTh HOCTOSIHCTBO CTATHCTHUECKOH MOrpelIHOCTH aHaln3a.

Has nocrpoenns rpaayuposoutoro rpaduka oréupaior 20—30 mo-
POIIKOBBIX P0G ¢ TOYHO YCTAHOBJIEHHBIM COJAEPMAHHEM XpOMa, OXBa-
THIBAIOIIHX Bech AHMANasoH COJepKaHHil xpoMa B HceAeAyeMbIX TNpo-
Oax, ¢ uarepanamu okoyio 1 % Cr.0; Copepanne xesiesa B npodax
JOJIZKHO COOTBETCTBOBATL CPefHeMY cojepxaHnnio xeaesa (=0,5%
FeO) ana pya aanHoro reosorudeckoro oosekra. IToAroToBky n usme-
peHne mpob AJs TpafiyHpOBOUHOro rpaduka NpPOBOAAT TaK ke, Kak
anaausupyemblx npod. [lo nmoayueHHbiM pesyabTatam cTpPOsiIT rpaduk
gaBucuMoctd 1 =[(Ccro0,), Buipaxas Ccro, B npouenrax. [Tepuonuu-
HOCTh mocTpoeHust rpad@ukoB B npouecce JJHTeNbHOH paboThl onpeje-
Jasgercss cTa0HAbHOCTLIO annapaTyphl.

Ilpu ananuse pya ¢ NOBLIMIEHHBIM coJepraHHeM eJjesza B MOJay-
yeHHble 3HaueHHs BHocaT nonpaBky (I1) na Keneso.

Bennunny nonpaBKy OnpeAessioT no rpaduky 3aBHCHMOCTH BeJHYH-
bl IT (% Crs03) or conepxauus xeaesa (Y% FeO). Hdas mocrpoenus
takoro rpaduka oréupaior 20-—30 npo6 1aHHOrO MECTOPOMKIEHHT C
yeranosieHHbM cojepkannem CroOs u FeO. Coxepxanne FeO B npo-
0ax JfoJKHO paBHOMepHo Hapacrath uepes 0,5 9% u oxBaThiBaTh Bech
nAnanason cojepxanuii FeO B pyne. B kaxjoi mpobe onpenensior
coflep:KaHHe XpoMa pPeHTreHopajHoMeTPHYECKHM MEeTOAOM M BBIYHCJS-
0T BEJHYHHY TONPaBKH 10 Pa3HOCTH MEXKAY COAepPKaHHAMH XpoMa,
HaHIEHHOr0 PeHTreHOpPaAHOMETPHUCCKHM H XHMHYECKHM MeTo/aMH.

CrabuabHOCTh PaboThi annapaTypsl NPOBEPAOT MO NMPOBEPOUHBIM
AUCKaM (TMpHroTOBJEHHE CM. Bblllie) WM [0 NPOaHAIH3HPOBAHHLIM
npobGam. [IpoBepky mpou3BoAsAT mepeja paboToil W B TeueHHe padouero
JHs 4yepes KaX/blii yac padoThl.

Kputepuem cTabuALHOCTH annapaTypsl CAVAKHT BeJHYHHA, Xapak-
TepH3ylollas BOCIPOH3BOAHMOCTh M3MepeHHil. AnnmapaTtypa MOMKeT HcC-
NOJB30BATLCA, €cJH BEJHUYHHA BOCNPOH3BOAHNMOCTH HE TNPEBLIIIACT
+0,35 %.
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5.4. HeWTpOHHO-AaKTHBALMOHHBIH MeTO]
onpeneNeHuss xpoma

Metoanka pekoMeHji0BaHa AJsi ONpeae/]eHHsT XpoMa B FOPHBIX TO-
porax npH coxepxauupm 2-1075—2.1002 9. Ouna paspaGoraua
M. b. Wupsesoit, JI. H. Jlio6umosoi, 0. I1. Canamunsim, K. H. Pio-
munoit, M. A. Tatapkuusim u H. A. Jlesunoit (BUMC).

Onpenesenne xpomMa OCHOBaHO Ha 00pPa3oBaHHH PajHOAKTHBHOTO
usorona *'Cr u3 crabuasioro no peakunn °Cr(n, y)3'Cr. ITepuox no-
aypacnana 3 Cr pasen 27,7 cyT, H3MepPeHHE IPOBOAAT MO IHEPTHH ram-
Ma-kBaHToB, paBHo# 320 k3B. Xpom MoxKHO onpeiesaTb H3 TOH Ke
HAaBECKH, YTO H Keaxe30, KoGaJlbT H APYrHe 3JeMeHTbl. YCJA0BHA 06.y-

YeHHs 1 H3MepeHHs MoJAPOGHO H3JN0XKeHH B paszjene 1.4.2.

Or Mmemawumux H30TOMOB XPOM OT/JSIOT OCaK/IeHHeM ero B BHIe
ruapokcnaa amMmuakom. OGayuerHylo npoly cNJIABJASIOT W BhIlleJayH-
B4lOT TaK JKe, Kak W NPH onpejeJeHHH Kesae3a H kobaabra. Puastpar
mocJe OT/JeNeHHS ocajKka THAPOKCHIOB HeATPaJH3VIOT YKCYCHOH KHC-
Joroit 10 pH 5, npu6asasior | ma pacrBopa, comepiauiero no 10 mr/a
Kaaus, pybuans u uesus (9,6 r KCl, 7,07 r RbCl u 6,3 r CsCl pacrso-
psiior B 500 M Boabl), OXJaxIalOT B KPHCTAJJIH3ATOPE € NOJIOAHOI
BOJOI 1 MejJienHo npubGasisior npu nepeMewnsannn 10 ma 10 % -noro
CBEKENPUroTOBJAEHHOT0, NPOoUIBTPOBAHHOrO pacTBopa rexkcakobaJb-
THHHTPHTA HATPHSA IJS OCAaXJAeHHs CMellaHHOIo Ocajika rekcaxkodalb-
THHUTPHTOB KaJaus, pyouansa u ueaus. Ocamgok oTGHABTPOBHBAIT HE
paHee yeMm uepe3 3 Y mocje ocaxaeHHs M mpomuBaioT | Y% -HBIM pac-
TBOPOM VKCYCHOH KHCJIOTHI.

K dunvrpaty npubasasior | ma pacrsopa, coaepxkatero 10 mr/ma
xpoma (6,5 r KoCr:0; pacropsiior B 250 ma Boast), u 0,7 r Na,SO;,
HarpeBaioT pPacTBOP 10 Hauala KHIEHHs W OCayKAaloT THAPOKCHI Xpo-
ma ammuakoM. Ocalok mnocje KoaryJasiuud oT¢uibTPOBLIBAIOT yepe3
¢$uabTp «Oenas JeHta» H NpoMuiBaloT 1 Y% -HBIM TENJILIM PacTBOPOM
xaopujaa Hatpuda., OuAbTp ¢ OcaAKOM NOACYLIHBAIOT M YNAKOBHIBAIOT
B MOJMITHICHOBHIH naker pasmepoM 5X5 cm. MurteHcuBHOCTh H3Jy-
yenus S'Cr wu3MepsilOT Ha MHOTOKaHAJbHOM TraMMa-clieKTpoMeTpe
¢ Ge(Li)-nerextopom. Coaep:kaHue XpoMa paccuHTLIBAOT mo obpas-
naM cpaBHeHHSsl, B KauecTBe KOoTOpwIX Hcnoab3dyior COC, npoananusu-
POBAaHHBIE H H3MepPeHHbIe aHaJOrH4yHo npodam.

6. AHAJIH3 XPOMHUTOB

XpOMHTHI CJYKaT OCHOBHBIM HCTOYHHKOM MPOMBILLJIEHHOI'0 MOJdyYe-
Husi XpoMma. [iaBHefiine MuHEpaJbHble BHAbLI XPOMIIMHHETHIOB —
xpomur FeCry0O4, amomoxpomur Fe(Cr, Al);O4, marsoxpoMur
(Mg, Fe)Cry04.

XpOMHTBL BCTPEYalOTCs MNOYTH HCKJIOYHTEIbHO B MarMaTHYeCKHX
YABTPAOCHOBHBIX TOPOAaX K4K B BHJE BKPaILICHHOCTH, TaK H B BHIE
CIJIONIHBIX CKOMJIeHHH. B accoumaumn ¢ HHMH NOCTOSIHHO HabJ1101a10T-
Cfl CepPNeHTHH, OJUBHH, XPOMcOJep:Kallne XJOPHTH I HHOr1Aa XPOMH-
ctble rpaHatel. XpomuTsl coaepxat or 18 mo 629 Cr.0; 0—18 9%
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FeO, 6—16 % MgO, 0—33 % Al;03, 2—30 % Fe O3. B Biae usomopd-
HBIX INpiMeceil XpoMuThl Moryt cogepxath MnO, ZnO, NiO, CoO,
Ca0, a rtakxe TiO,, V:0s. XpoMHTb MOTYT cojpepxsaTh TpUMecH MJa-
THHOHJ0B. O KauecTBe XpoMOBOH pyasl cyasart no coaepxannio CryOs,
a takke FeO+Fe;O; u SiO; (Hopmupyemble npumecu) n CaO, P, S
(Bpeaunsle npumecH).

B naGopatopusix reosorH4yeckoil cayxobl anaJau3 XPOMHTOB H Xpo-
MOBBIX DY BBIIOJHAETCH XHMHUECKHMH, ONTHUECKHMH CIEKTPaJbHbI-
MH, @ B OTAeJbHLIX J1a00pPaTOPHAX PEHTIeHOCHEKTPAAbHLIMH H f1EPHO-
(husuyeckuMu MetonaMH. B naHHOM pasjeie paccMOTpeHbl METOAHKH
XHMHYECKOro olpejesieHns KommnoHentos xpomutoB. B. A. Xaausosoii,
A. SI. Anekceesoit u E. T1. CMupHoBOii pa3paGoTaHbl MeTOIHKA oIpe-
JeJleHHsi OKCHAOB XpoMma, XeJjesa, aJlOMHHHS, THTaHa, MarHHs, KaJjb-
UHSi U KPeMHHs M3 0aHOH HaBecku mpu cotepxkanun CroOsz 1—65 %,
Al O; 1—30 %, Fe,O3 1—25 %, MgO 1-25%, SiO; 1—20 %, CaO
Gosee 0,2 9%. He mewaior ananusy Ni npu conepmanuun mchee 2 %,
Zn, Cu, Pb (B cymme) u Co menee 0,5% u MeToguku ompejeseHHs
thochopa, Banaansa H UHHKA.

XHMHUECKast 10JrOTOBKA NPo6 BKJIOYAET PasjioxKeHHe NyTeM clljaB-
JeHust npodbl ¢ rHAPOKCHAOM KaJHs M HHTPATOM HaTPHSl B HHKEJEeBOM
THIJIE.

Xpom (VI), Memawouiuit onpejeleHHI0 KOMIOHEHTOB, OT/AeJSI0T Ha
aunonnte AB-17 nyrem copOuHH MOJHXPOMAaT-HOHOB H3 CEPHOKINC/OTO
pacTBopa. AHAJH3 BHIOJHAIOT H3 aJHKBOTHHIX YacTell HCXOTHOro pac-
TBOPa WJIH NMOJYYEHHOro Ioc/je OTJAeJNeHHs XpoMa Ha aHHOHHTE.

CozepxaHnue 3JeMeHTOB OTPeNe/IIOT CAeAYIOUHMH MeTOLaAMN:

XPOM — THTpOBaHHeM pactBopom coau Mopa B mpucyTcTBHH (e-
HHIAHTPAHKI0BOI KHCJIOTH B KauecTBe HHAHKATOPA;

Keseso (odulee) — KOMIIEKCOHOMETPHYECKHM MeTOA0M B MpPHCYT-
CTBHH XpoMa uau (oTOMeTpHYecKHM ¢ cyJabdocalnilnIoBOl KHC/IO-
TOH — mocJie OTAeNeHHs XpoMa MO MeTOAHKe, NpHBeAeHHOH B pasje-
ae. k.31

ATIOMHHHN — KOMIJIEKCOHOMETPHYECKHM (DTOPHAHBIM METOIOM €
KCHJICHOJIOBBIM OpaHiKeBbIM B KadecTtBe uuankaropa. Xpom (VI) npu
KHISYEHHH PacTBOpPA, COJepPKallero KOMILVIEKCOH, YacTHYHO OKHCJAAeT
ero ¢ oOpaszoBaHuem (HOJIETOBOr0 pacTBOpa KOMIIEKCOHATa Xpo-
Ma (III), uro TpeGyer mpeiBapHTE]BLHOTO OT/JEJEHHA XpoMa; Apyrue
KOMIOHEHTH XPOMHTOB HE MEIIAloT onpejelentio aJllOMHHHS;

THTaH — ()OTOMETPHUECKHM METO/OM IO Peakuu# o6pa3oBaHHs OK-
palleHHOro KOMIJIeKca ¢ AMAHTHMHPHJIMETAHOM HJH MEpPOKCHIOM BO-
Jopoaa;

MariHut M Ka/blui — KOMIVIEKCOHOMETPHUECKHM METOJ0M — focie
OT/IeJIeHAs] HAPOKCHIOB ¥KeJe3a, THTaHa H AaJIOMHHHS YPOTPOIHHOM.
Xpom (III) nmomoGuo Kene3dy, ajJlOMHHHIO H THTAHY TaKXKe ocaxK/i1aer-
csl YPOTPONHHOM, OJHAKO NMPH 3TOM OH YAacTHYHO 3aXBaTblBaeT H Mar-
HHH, TI03TOMY OINpelejeHHs KaJblis W MAarHus NPOBOASAT Hoc/le OTie-
JIeHHSI XpoMa Ha aHHOHHTE;

KPEMHHEBas KHCI0TA — POTOMETPHYECKHM METOAOM MO0 JKEJATOMY
KOMIJIEKCY KpeMHeMoanbaeHoBoil rereponoaunkucaorsl. Xpom (VI) me-
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maer omnpejeneHuio coOCTBeHHOH okpackoii, xpom (III) me wewaer,
TdK KaK B YCJIOBHAX aHajJH3a CYIIECTBYET B BH/E TIeKcarnipaTHOro
H3omepa, OKpallluBalollero pacTBop B (HOJETOBbIH LBET.

AmoMHHEI, THTAH, Mariui, KaJblHil H KPEMHHEBYIO KHCJAOTY (npn
cogepxanun CraOz Gosee 35 %) ompelensiior B pactBope nocie orje-
JeHHSI XpoMa Ha aHHOHHTe, KpoMme ymOoMsIHyTBIX 3JIeMEHTOB, 13 pac-
TBOpa mocJe copOiHH XpoMa MOryT ObiTh onpeje/eHbl HHKeAb (mocte
CIJIaBJAEHHs] B KOPYH/JIH30BOM THIVIE), KOOAAbT H APYrHE 3JEMEHTHI.

Pearxruser. 1. Xaopua uueka, 0,02M pacrsop. 1,3076 r meTanauueckoro uuHka
4. . a. pacrsopsor B 25 ma HCI (1:1). Pacrsop ynapusaior go 10 wmu, nepenocsr
B KONOY BMECTHMOCTBIO | 1, IOBOAAT /10 METKH BOJOIL.

2. CrauaapTHuiii pacTBOp AHOKcHAa KpeMmuus, coiepxaumuiit 0,4 mr/ma SiO,.
B nukeneBom turae pacnaasasior 5 r KOH. IMocae oxaamiuenus na pacnaas io-
memaior Hapecky 0,1 r npoxanenHoro AWokcuaa kpemuusi. Turens mOKpmBaioT
KPHIKOH W noMemaotT B MydeabHyio meub, Harperyio ao 650 °C, wa 5—7 mum.
Cnaas BolleJaynBalor nociae oxaaxaenus 100 ma Boawl. Pactsop nepenusaot B
KOHHUYECKYI Koa6y, comepmamyw 15 ma HCI (1,19). Pacrsop Harpesalor a0 Kii-
neitnss u Kunatar 2—3 muan. [ocae oxaakaeHns pacTBop MEPeHOCAT B MEpPHYIO
KO0y BMecTHMOCThI0 250 MJ, AOBOMAT A0 METKH BOJO.

3. Coan Mopa (NHy)3S04-FeSO4-6H0, 0,025 n. pactsop. 99 r coau pacrso-
palor B 500 ma Boxel, jao6asasior 60 ma H,SO4 (1,84) u pasGasasior ao 1 a Bo-
aofi. Turp pacrBopa ycranasausaior mo 0,025 u. pacrsopy K.CrO; (1,2259 r
KoCro07 B 1 a1 6 %-noit H,SOy).

4. Aueratunii 6ydepuuii pacrsop, pH 1,4, 27 r anerara nmatpua n 21,8 max HCI
(1,19) mosoasr mo 1 s Boxoii. .

5. Aueratnwift Gydepusit pacrsop, pH 55. 250 r auerara watpus n 20 ma
JeAsHOR YKCYCHOH KHCJIOTH A0BOAAT A0 | J1 BOAOI.

6. Ammuaunsiit Gydepuuft pacrsop, pH 9,8. 54 r xaopuza ammonus u 350 ma
25 % -Horo pacTBopa amMMHaka J0BOAAT Ao 1 a Bojoil.

7. @ennnanrpanunosas kKucaora, 0,1 %-uwit pacrsop B 0,1 %-nom pacrsope
Kapboxarta HaTpus.

8. Kommuexon III, 0,02M pacrsop. Tutrp pacrBopa ycrauasaupawr no 0,02M
pacTBOpY XJOpHJA LHHKA.

B HHKe/JeBOM THIVIE pacmiaBasiOT 5 r ruiapokcuia xkaqaus. Ha
OCTHIBIINH pacnaaB nomemtaior Hasecky npobel 0,25 r, poGasasior
0,5 r HHTpaTa HATpHs, THUreJb 3aKPHIBAIOT KPBILKOH M MOMEINAloT B
MydeabHylo neus, Harperyio 10 550—600 °C wa 20 mur*. OcthiBuINE
THIJIH [EPEeHOCSIT B CTAKaH BMeCTHMOCTbIO 250 MJI, cliaB Bbilles1auu-
Baior 100 ma BoAwl, B pactBop nobasasior 0,5 r mepcyabdarta ammo-
HHS M HarpeBaloT 10 KuneHus. B ropdune pacrBOpbl BIHBAIOT 45 M
H,SO,; (1:9) npu sHepruuHOM NepeMelIHBaHHH pPacTBopa IAaJOUKOii.
CrakaHbl TOKPHIBAIOT CTEKJOM, PACTBOPHI HArpeBaloT 10 KHMEHHA o
KHIATAT 3—5 MHH (118 TOJHOTO OKHCJEHHS XpOMa H pa3pylieHHs
u3buTka nepcydabtara)**, Tlocae oxaaxjenus pacTBOPLI MeEPEHOCST
B MepHbIe KOJ0b BMecTHMOCTbIO 250 MJ, 10 MeTKH 10BOAAT BONOIi.
B cayuae 6oabluoro ocajika JHOKCHAA MapradHua ero cJjeiyer of-

* [las KOHTPONBHOTO OMBITA CHJaBieHHe B My(eJpHoll neus He NpPoH3BOAAT,
TAK KaK NPH 9TOM HANpasseTcsl 3HAUNTEbHO OoJibliee KOJHYECTBO HHKCEIS, HYEM IpH
cnaaBeHin npoo.

** B npouecce XHMHYCCKOR NOATOTOBKH NpoO npH B3ATOM COOTHOLIEHHH rHJ-
POKCHAA KaJus H CepHOil KHCJOTHL PACTBOP noaydaercs caabokucasy — 0,2—0,3M
no H,SO4 Cr (I11) B Takoit cpeae okucasercs nepeyasdatom amvonns Ges bpe-
Ienns karaansatopos jgo Cr (VI).
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¢uabTpoBath. Ilpn ananuse XpoOMHTOB, coAepiKalluX MaJjo XpoMa H
OYEHb MHOrO JKe/esa, B OCajike MOUYT TPHCYTCTBOBATh HepasIOMKHB-
IHecs YacTHYKH Mopojbl. B 3toMm ciyyae pacTBop OT(HIBTPOBBIBAIOT
B MEPHYI0O KO0y BMeCTHMOCTHIO 250 MJI, OCTATOK MOJHOCTBIO NEpPeHo-
CAIT HAa HHUABLTP, 3aTeM QUILTP MOMELLAIOT B NJATHHOBBIH THT€/b, CHKH-
raloT, 4 OCTATOK ChJaBifAlT ¢ 1—2 nupocyibdara Kajans B TeueHHe
2—3 wmun. ITnas eoiesnaunsaior B crakau 0,1M pacreopom HsSO,,
pacTBOp HarpesaloT [0 NOJHOrO pacTBopeHus maBa. [las okHCIeHHs
Cr 111 B pacrBop aob6asasior 0,1—0.2 r nepeyabara aMMOHHSL H KH-
narat 2—3 muH. [loayyenublit pacTBOp NPHCOEJHHSAIOT K OCHOBHOMY.

Onpenenenne xpowma. Orbupaior nunerkoit 25 ma pactso-
pa, TepeHocsT B KOHHUecKyio Kouaby, nobasasior 50 ma 6 %-Horo pa-
cteopa HoSO4, Heckoabko Kanenb GeHHIAHTPAHHIOBOH KHCJAOTHI H TH-
tpyiot 0,025 H. pactBopom coan Mopa 10 nosiBjeHHs 3€JeHOr0 QKpa-
LIHBAHUS.

Onpejgenenne Xeaesza. 25 MJA pacTBopa NepeHOCAT B CTa-
KaH, 106aBasior 50 MJ BOABI H HEHTPaJH3YIOT PacTBOP aMMHAKOM [0
nosiaenusi ocaaka. lo6asasior 5 ma HCI (1:4), 5 ma 10 %-noro pa-
CTBOpA CYJb(OCATHIHIOBON KHCIOTH, HarpesawT a0 50—60 °C u ten-
ablii pactBop tutpytor 0,02M pactBopom kommnaexkcona IIl no noss-
JIeHHs] HeH3MeHsSIOUlelics KeaToll OKpacKH.

Onpenenenne KkpeMuusi (npu conepxannn CroO3 wmeHee
35 9% ). AnukBotHyio yacth pactBopa 10—20 ma nepenocsiT B MepHYIO
Koaby Bmectumoctbio 100 mua. Jdobasasior 5 ma 2 %-noro pactBopa
CONFAHOKHCAOTO THAPOKCHIaMHHA. PacTBOpH IepeMelliBaloT M 4epes
5—10 mun no6asasior 50 ma aueratHoro 6ydepnoro pactsopa ¢ pH
1,4 u 5 ma 5% -noro pactBopa moauGiara ammonusi. PactBopsl 10BO-
JAAT 10 METKH BOJOii, nepemewnsalor u depes 40 mun namepsior ab-
copbunio Ha (hOTOKOJOPHMETPEe MJH CHeKTpo(oTOoMeTpe B KiOBeTe ¢
TomuuHON caosi 20 mm npu A= 413 um. B kauecTBe Hy.seBoro pacr-
Bopa cayxnt Boja. Cojep:kanue KpeMHHS B pacTBOpe HAaXOAAT IO
rpaayHpoBOYHOMY rpaduky.

Mas noctpoenus rpaduka B MepHble K0a0b BMecTHMocTbio 100 ma
BHOCAT CTAHAAPTHBI pPAacTBOP AMOKCHIA KPeMHHs, CcoAepiKaulnii
0,4 mr/ma SiO, B koanuecrse: 1,0; 2,0; 3,0; 4,0; 5,0 ma, nmobaBasiioT
50 ma auerartHoro Gydepnoro pacrsopa pH 1, 4, 5 ma 5 Y%-Horo pa-
cTBopa MoauGaaTa aMMOHHS M JOBOAAT A0 MeTKH BojoH. AGcopbumio
OKpalIeHHEIX PacTBOPOB H3MEpSIOT Tak e, Kak H ucnbityeMbx. [lpu
conepxanun CreO3 Goabuwe 35 Y KpeMHHEBYIO KHCJIOTY ONpelessiorT
13 pacTBOpa IOcJe OTAEeJEHHST XpoMa.

Ornenenne xpoma na anuonure AB-17. Aunonur AB-17
H3MeabyaloT B (papdopoBoil cTynke M NMpPOCeHBAlOT uepe3 JBa CHTA C
BeanuynHoii orseperuit 0,25 n 0,1 mm. Jaa paborel orbupaior ¢pak-
uno 6oaee 0,1 MM, aHHOHHT NepPeHOCST B CTaKaH, 3aJHBAIOT BOAOH H
OCTaBJAIOT HA HECKOJbKO yacoB jasi Habyxawus. Habyxmwmi anuoHur
BMeCTe C BO/IOil MepeHOoCsAT B CTEKJAHHYIO KOJOHKY C MPHTEPTHIM Kpa-
Hom. Bruicora kosonkn 15—20 cm, anametp | cm. Boicora caos aumo-
HHTa B KOJOHKe J0JHa ObiTh 7—8 cM. Ilepex copbuneii xpoma anuo-
HUT npombiBaior 0,5M cepHoil KHCJIOTOI 10 OTCYTCTBHS Keae3a (mpo-

114



6a ¢ poaaHHAOM aMMOHHA), 3aTeM KOJOHKY ¢ aHHOHHTOM MPOMBIBAIOT
30—40 ma Boaw. IToaroTtoBnenHas TakuM 00pa3oM KOJOHKa HCMOJb-
ayercss aisg copbumun xpoma. OaHa KOJOHKA MOMKET HCNOJb30OBAThCS
6e3 pereHepalliH MHOTOKPATHO 10 TeX Mop, noka He Gojee yem MoJo-
BHHA CJIOSl aHHOHHTA OKPACHTCA B OPaHIKeBBIil 11BET.

Has oraenenus xpoma 100—120 Mo pactsopa npoGbl nponyckaoT
yepes KOMOHKY. PacTBOp B KOMOHKY BHOCAT HeOOJBIIHMH MOPLHSMH.
[Tepsyio nopumio 20—25 Ma oT6pachiBaloT, MOCJAEAYIOUHH pPacTBOp
cobupalor B cyXxoii cTrakaH Man Koaby. BeiTekalomuil pactBop JoJKeH
ObiTh GecuserHbiM. ITocsie Toro kak Bech pacTBOP NMpONyILeH, MpHEM-
HHK C pacTBOPOM OTCTABJAIOT, 4 KOJOHKY NpPOMBIBalOT 2—3 pasa Bo-
JL0ii.

Jaa perenepalnH aHHOHHTA OTPalOTAHHBIN CJOH CMBIBAIOT BO/OI
B CTaKaH, B KOTOPHIH 106aBAfAOT 3—5 I CYXOro COJNSHOKHCIOrO -
poxkcunamura u 5—10 ma HySO4 (1:1). Xpom (VI) npu stom Boc-
cranasausaercs go Cr (IIl) u ymansiercsas ¢ annonura. PactBop xpo-
Ma CJMBAIOT, aHHOHHT HECKOJIbKO pa3 MPOMLIBAIOT BOJAOH H CHOBA Te-
PEHOCHT B KOJIOHKY.

Onpenenenne anioMuuus s pactsopa, He cojepmallero
xpoMa, orOHpaloT AJHKBOTHYIO YacTb 25 MJ M NepeHocAT B CTakaH
BMecTHMocTbIo 250 ma. K pacrBopy nobasnsior 15 ma 0,02M pacrso-
pa KOMIIEKCOHA M HarpeBaioT A0 Kunenus. Iopsune pacTBOpHl Heii-
TPaJH3yIOT aMMHAaKOM [0 TnepexoiHoli OKpackH OyMaXXKH KOHIO
(pH~2), nobasnsior 10 ma aueratHoro 6ydepnoro pactsopa pH 55
U cHOBa HarpeBaioT 10 KuneHud. Ilocne oxzaaxaeHuss H3GBITOK KOMII-
Jnekcona orturposniBaior 0,02M pacTBOpOoM LHHKA B HPHCYTCTBHH KCH-
JIEHOJIOBOTO OpaHKeBoro 10 nosisiaedus Oyporo okpamusanus. Jlo6as-
asior 10 MJ1 HachlLleHHOro pacTBopa (PTOPHAA HATPHS, HAarpeBaioT A0
Knnmenust H kunsatar 2—3 muH. Ha caepyoumii 1enb BbIeTHBHIHICH
H3 KOMILJIEKCOHATa aJIOMHHHS (H THTaHa) KOMILJIEKCOH OTTHTPOBHI-
patot 0,02M pacrsopom unnka. Comep:kanne amomunus Cao, (B %)
paccuHTHBAOT 10 GopMmye

250 7V/I7 100
C.\I.JO, AR LT T 5£-0,638,

rie T —rutp 0,02M pacteopa xaopuaa unuka no Al,Os; V — obpem
pacTBopa XJIOpHAA IMHKA, MONIEAUIEro Ha THTpoBaHue, ma; [T — no-
NPABOYHEI KO3((OHIHEHT K TEOPeTHYECKOMY THTPY XJopHla HHHKA,
06ycJIOBJEHHBIH HENOJHOTON pa3pylleHHs] KOMIIEKCOHATa aJlOMHHHS
dropunom *; 5 — cogepxxanie TiOz, %; 0,638 — koapduunent aas ne-
pecyeta cojlep:KaHHsi THTaHa HAa OKCHA aJIOMHHHS; M — Macca HaBec-
KH, T.

Onpeaenenne tHTaHa. OT6HpAIOT aJHKBOTHYIO 4aCTh pacT-
BOpa, He cojepikallero Xpoma, H Onpefe]siioT THTAH N0 PeakuHu ¢
JHAHTHIHPHJAMETAHOM 110 METOJANKe, NpHBeIeHHON B pasjene 7.1.4.

* JKenepHMenTanbHO onpejeseno, uto npH cojepxannn Al;Os; B onpesensemom
ofibeme [—5H Mr nonmpaBouHnlii  Kosdpuumenr pasen 1,030, npn  5—10 mr— 1,029,
npu 10—15 mr— 1,027, npu 15—20 mr — 1,026.
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Onpenenenne Kaabuusg o maruus 50 ma pacrBopa, He
cojlepKallero Xpoma, IOMeLIaloT B CTakKaH BMecTHMOCThIO 250 M.
PacrBop HarpepaioT, HeHTPaJH3YIOT aMMHAKOM 10 (PHOJIETOBOrO OKpa-
wHBaHns Gymaxkn KoHro u pobasasior 10 ma 20 %-uoro pactBopa
yporponnHa. CTaKaHbl MOMEILAIOT HA MJAHTKY, HAarpeBaloT Mo4YTH /0 KH-
MeHHs H OCTaBJAT AJs Koaryiaauuu ocaaka Ha 15—20 mun. PactBop
OoTOHIBTPOBLIBAIOT OT Ocajka Yepe3 (GHALTP «KpacHasi JeHTa» H Mpo-
mbiBatoTr 5—6 pas ropsiyum pasbasiaennniM (0,5 % -HbIM) pacTBOpOM
yporponnHa. @UIbTPAT COXPAHAIOT IS ONpeleseHHs KaJblUHs H Mar-
HHA.

I onpeaedeHns KajiblHA K NoJydeHHOMY (uabTpaty a006aBiasiorT
10 M1 5M pacTtBOpa THAPOKCHIA KajaHs H Ha KOHYMKe IITATeNs He-
mMHOro cayopekcona, nepemewantoro ¢ KCl (1:100). Kanpunii tu-
Tpyiot 0,02M pacTBOpPOM KOMNJIEKCOHA 10 HCYE3HOBEHHS 3ejeHOH day-
OpecUEeHIlHH M TOSIBJeHHS POo30BOro okpawnsanug., OJHOBpeMEHHO
ONMpeIeaA0T KalbllHii B PacTBOpPe KOHTPOJIBHOTO OMNbITA.

[na onpeiaeneHds MarHWs pacTBOpP, B KOTOPOM Obl OTTHTPOBAH
KaJbLHH, HEATPanH3yiOT KOHIEHTPHPOBAHHONH a30THOH KHCJOTOH 10
HCYE3HOBEHHSI PO30BOTO OKPAIWIMBAHHA W 3eJeHOl  (JyopecueHHn
(pH 3). B pacrsop no6Gasasior 0,3—0,5 ma 5 9Y%-noro yHuTHOIA
(2,3-nnmepkantonponaucyabdonat natpus)*, 10 ma 6ydepnoro pact-
Bopa pH 9.8 1 na konyuke wnarenss xpomoren wepuwii ET-00. Pacr-
BOP NIPH 3TOM OKpalllWBaeTcsi B BHIUIHeBBIH wuBer. Marunit TuTpyIOT
0,02M pacTBOpoM KOMMJEKCOHA JI0 HenaMeHsioulerocs roay6oro ox-
pamuBanus **,

Onpenesenne KpeMHHEBON KHCJOTH (NpH comepika-
Hun xpoma OGousee 35 %). Orbupaor 10—20 ma pactBopa, mosyueH-
HOro TocJie OT/e/eHHsi XpoMa, NepeHoCAT ero B MepHYI0 KoJaby Bme-
cruMoctbio 100 ma, - .6agastor 50 ma aueratHoro OydepHoro pact-
sopa pH I, 4, 5 M1 5 9%-noro pacrBopa Moaubaata aMMOHHS, JOBO-
JAT 10 MeTKH BoAoH H nepemewnBaior. M3amepenune abGcopbuunn pacrt-
BOPa MPOBOAAT TaK e, KAK H MPH ONpe/ie/leHHH KPeMHHEBOH KHCJIOTHI
B pactBope Oe3 otaeneHus xpoma. ColepskaHue KPeMHHEBOI KHCJIOTHI
PacCYHTHIBAIOT N0 TrpajyHpPOBOYHOMY rpadHKy, NOCTPOEHHOMY O
CTAaHZAPTHOMY PacTBOPY KPEeMHHEBOH KHC/JIOTH TaK e, KAK H B Me-
ToAHKe Ge3 OTAeNeHHs XpoMa.

Onpeneanenne okcuga mapraununa (II). Ocamxok ruapo-
keuaa mapranua (IV), moaydenHblil nocsie cnjaBleHHs HaBeCKH H
OKHCJIeHHsI Xpoma nepcyab(haToM aMMOHHS, OTGHIBTPOBHIBAIOT OT pa-
CTBOpa, CMBIBAIOT B CTaKaH, PACTBOPAIOT B COJISIHOH KHCJIOTE B TIPHCYT-
CTBHH NEPOKCHIa BOAOPOJA H 3aTeM ONpPeLessloT OJHHM H3 METO10B,
NpHBEACHHLIX B pa3zjene 3.1.4.

* YHHTHOJI BBOAHTCH KaK KOMNJEKCOOOpa3ylOWMii peareHT IJf HHKEIA H Ko-
6aabTa. ITH 37eMeHTH GJOKHPYIOT XpPOMOreH YepHulil, o6pa3ys Gojaee npouHble Komm-
JEKCH, 4eM ¢ MarHueM. B npHCYTCTBHH YHHTHOJA BO3MOMHO ONpelejeHHE MarHus
NpH coaepAaHHH HHKeas MeHee 1,5 mr, a koGaabra menee 0,5 mr. B mpucyrctun
GOMBLUINX KOJHYECTB PAacTBOP OKPAIHBAETCH B KOPHUHEBHIl 1IBET.

** Ilpu pacuere HCMoAB3VIOT TeoperHyeckuiit Tutp no CaO u MgO. MoaspuocTn
KOMIJIEKCOHA YCTAaHABJAMBAIOT MO PACTBOPY LHHKA.
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Onpegenenne okcupa xeaesa (II) nposoasr no mero-
JlHKe, npHBejlenHoii B pasjene 1.1.4.

Onpeneaenne oxkcuna d¢ochopa (V). Meroauka pe-
KOMEHAyeTcsi s onpejenenus ¢ocopa B XpOMHTAX NPH cojeprKa-
nun 0,001—0,5%. Jdas onpenenenus dochopa npumere doromerpu-
YecKHil MeTOJ, OCHOBAHHbIH Ha peakuun obpasosauus docdopopana-
anesomoanbaenoBoro Komijexkca. Oraenenne xpoma, mewaoulero ¢o-
TOMETPHYECKOMY ONpejlesedHlo, npoBoAnTcss Ha katHoHute KV-2 us
pactopa 0,4M no asornoii kucaore. Kpemnuesasi kucsora, ocraonias-
csl B pacTBope BMecTe ¢ (pocopHOil, He Meliaer onpejesennio. Mame-
HeHHe KHCJIOTHOCTH pacTBopa B uutepBage 0,95—1,0M He Bauser na
HHTEHCHBHOCTh OKPACKH KOMILIEKCa.

Peaktuger, 1. PeaxktnsHast muakocts. COCTaBAAIOT ¢e H3 JABYX pPacTBOPOB:
nepsulit B 100 ma cogepaur 10 r momubaara ammonns n 2 ma HNO; (1,4), sro-
poit — 0,3 r panajgata aMmmoHus pactBopsiior B 50 MJ Tennoil BOABL, OXJaMAawT H
notasasor 50 ma HNOz; (1:3). Ileppuiit u Bropoit pacTBopsl CMEWHBAIOT H J0-
Gapasior K cmecH 16 ma HNO; (1,4). JKuakocTe coxpaHsioT B TEMHOH CKIAHKE.

2. JKuakocTh Anf pasbaBiaeHHs oKpawenworo pactBopa. K 50 ma Boaw npu-
Gasasior 5 ma  HNOj; (1,4), 16 mMa peaktuBHOl KHAKOCTH H pa3GaBasioT a0
100 M2 BoOAOI.

3. CraugapTuuiii pactsop ocdara. 0,2196 r ognosamewennoro ocara Kaaus
X. 4. pacTBOPAKT B Boje B KoaGe BmecTHMocTbio 500 MJI, IOBOAAT A0 METKH BO-
aoii. 1 ma cogepaxur 100 mxr P.

Hasecky xpomura 0,5 r cniaBisiioT B HHKEJEBOM THIJIe € D I THI-
pokcnjaa kKaaus H 1 r murpara Hatpus npu 650—700 °C B Teyenue
20 muH. Ilnas BblllesauynBalOT BOAOH H NepelHBAlOT B KOHHYECKYIO
koa0y, coaepxkamyio 16 man HNO; (1,4). PactBop HarpeBaior 10 Ku-
nennss H kunsatat 10 mun. [das Boccranosiaenns xpoma (V1) mobae-
JSII0T HECKOJIBKO Kallelb pPacTBOpa CEPHOKHC/I0r0 THAPOKCHAAMHHA.
PactBop cnoBa Harpesalot o kunenusi. [lociae oxjaxienus nepeso-
AAT B MEPHYIO KOJAOY BMecTHMOCTbIO 250 MJ H J0BOAST A0 METKH BO-
poi. 100 My pacTBopa MPONYCKAlOT Yepe3 KOJOHKY ¢ KaTHOHHTOM
KV¥-2 (Beicora cinos kathouura 17—18 cm, auamerp 1—1,2 cm), npexa-
BApHTEILHO OTMBITHIM OT XJopuaa 2M HNO; wu 3arem 50—60 ma
0,4M HNO;. PacrtBop npobe nponyckaior co ckopoctbio 100—
120 ma/u. Konouky npomsiBaior 50—60 ma 0,4M HNO;. [Moayuenusiit
pacTBop ynapusaior a0 50 MJ M NepeBOAAT B MEPHYI0 KOJAOY BMecTH-
moctbio 100 ma, gobasasiior 16 MJa peakTHBHOI KHAKOCTH H yepe3 1 u
naMepsiilor abecopbunio Ha crnekrpodoroMerpe HAKH (POTOKOJOpHMETpE
npH A=450 uw.

Coaepxkanue cocdopa HaX0AAT MO TrpaiyHPOBOYHOMY TrpaduKy.
[ast nocTpoeHnsi rpaiyHpoBoYHOTO rpadHka B MepHble KoJObl BMe-
cTuMocTbio 50 MJa BHOCAT cTaHaaprTHbil pacteop ¢ocpopa—0,2; 0,45
0,6; 0,8; 1,0 ma, nobasasior 2,6 ma HNO; (1,4) u 8 ma peakTHBHO#
JKHAKOCTH, PACTBOP NEpPeMelIHBalOT, JA0BOAAT 10 METKH BOJOM.

Onpeaenenne Banaausa. Moryr OGbiTb NPHMEHEHBl METOJH-
Ki, npuBelenHble B paztene 8.1.4. B nannom pasjene onucanbl MeTo-
AUKH OTAGJNEHHsi BaHAIHA OT XpOMa, TaK Kak [PHCYTCTBHE XpoMma
OCJIOHACT ONpejiesieHHe BaHaius BceMH (OTOMETPHYECKHMH MeTo-
JAaMH.
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Orpaenenne sanaaus (V) or xpoma (VI) ocHoBano Ha cBoiicTBe
BaHaausa (V) obpazosuiBaTh B KHcabX cpegax (6oaee 0,6M no HySOy)
KaTHOHLL B coorBercTBHH ¢ paBHoBecHeM VO3 +H =VO,0H=
=VO,t+OH~. IIpn HeBHICOKOM cOJEpKaHHM BaHa/Jusi B pacTBOpax
0,5—0,6 M no HySO; paBHOBecHe NpPaKTHYECKH MOJHOCTBIO CABHHYTO
B CTOPOHY 00pa3oBaHHs KaTHOHHOH (oOpMbI, BMecTe ¢ TeM B Tex xKe
VCJA0BHAX XpoM oOpasyer ycTOHYHBHIE AHHOHHBIE (POPMBI NOJHXpPOMa-
toB. JlAs OTAeJeHHsi BaHajAHs OT XpoMma npHMeHeH aHuoHuT AB-17,
na koropoMm u3 0,6M pactsopa no HpSO4 copbupyiorcs xpoMaTsl, Ba-
Ha1HH KOJHYECTBEHHO COXpaHseTcs B PacTBOPE.

XPpOMHT B pacTBOp MepeBOAST MO NPONHCH, AaHHOH B raase 6. Has
onpejenenns BaHaius oTOHPAlOT aJMKBOTHYW0 dactb 50 wma, nobas-
asior 15 ma HeSO4 (1:9). INonyuennmit pactsop 0,5M mo HeSO,
NMPONycKaloT 4epe3 KOJOHKY ¢ aHuoHutom AB-17. Ilpeapapureasno
yepes KOJOHKY ¢ aHHonutoMm npomnyckaior 40—50 ma 0,6M HsSO..
[Tocae nponyckaHHs HCOBITYEMOTO PacTBOpPa KOJOHKY HPOMBIBAIOT
40 ma Toii e kucaore. [loaydennblii pactsop ynapmusaiot 10 25—
30 ma, a 3atem onpeaeisiloT BaHaAHi OAHHM H3 (OTOMETPHYECKHX
METO0B.

Onpeaenenne WHHKA. Meroauka pekoMeHIyeTcss AJS Onpe-
JeJleHHA UMHKAa B XpomHTax npu cofepxannn 0,01—5 %. Onpeneue-
HHE MPOBOJAMTCS MossporpauuyecKiM METOA0OM B XJIOPHIHO-aMMHAU-
HoM pactBope npu Hanpsikenun 1,2—1,6B (HK3). Llunk or xpoma
OT/ENSIIOT MeTo/0M HOoHHOTO oOMmeHa nocse Boccranoienus Cr (VI)
a0 Cr (II1). Lludk B BHLe XJOPHAHOTO KOmIJekca copbupyercst aHino-
Hutom AB-17, a xpom (II1) ocraerca B pactBope.

s obpa3oBaHisi PacTBOPHMBIX coelHHeHHH npoba cnjaaBasercs
C THAPOKCHAOM KaJHs M HMTpaTOoM HaTtpus (cm. raasy 6). Ilpu BoI-
uleJaYyuBaHHK NJaBa BOJOH ILHHK TOJHOCTbIO COXpaHSeTCs B OcCajKe
THAPOKCH/IOB, MO3TOMY B CJy4Yae MaJblX COAEpPKAHHH HHHKA OH MOMET
OBITH OMpejesieH U3 OcajKa MocJe ero OT/Ae/eHHst OT pacTBopa (HbT-
poBaHHEM M PacTBOPEHHS B COJAHON Kucaore. HuxKe npusegeHa mero-
JHKa ONpee/IeHusl IHHKA H3 pacTBopa Beell mpo6sl.

st onpejenenns uuHka or6upaior 50 Mo pacTBOpa, IPHTOTOBJEH-
HOTO JLJIi MHOTOKOMIIOHEHTHOrO aHaJjiu3a XpoMHTOB (cM. raaBy 6),
pobasasior Kk Hemy 5 ma HCI (1,19), ueckonbko kaneas 10 %-woro
pacTBOpa COJISHOKHCJAOrO THAPOKCHJIAMHHA H HArpeBaloT 10 KHIEHHS.
[Tocne oxnaxaeHHs pacTBOP MPONYCKAIOT Yepe3 KOJOHKY, cojpepra-
myio 2 r andounta AB-17 ¢ kpynuocrteio vactun 0,1—0,2 MM u mpo-
mbityio 1M HCI. IToce nponyckanus pactBopa KOJOHKY TPOMBIBAIOT
30—40 ma IM HCI. ITpu stom Cr (111) u npyrue sneMeHTHl Nepexoast
B (puabTpar, a UMHK copbupyercst Ha aHuoHute. as necopOuum 1HH-
Ka KoJoHKy mpomeBator 80—100 ma 0,01M HCI. Pacrsop ynapusaior
10 majoro obbema M 3aTeM OCTOPOxkHO jgocyxa. Ocratok 3aamuBaior
10—25 ma x;mopuaHo-amMuayHoro pactsopa (B 1 a1 coxepxxures 100 ¢
xjopuaa ammounns, 150 ma ruapokenaa ammonnsi, 10 r cyanpura nat-
pusi m 50 ma 1 %-noro pacrBopa eaatunol). Pactsop noasporpadu-
pyior Ha Jaiwobom noasporpacde. Conep:kaHne UHHKA HAaXOAAT MO rpa-
JAYHPOBOYHOMY rpaduKy, MOCTPOCHHOMY 1O CEPHH PACTBOPOB IHHKA,
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NPHrOTOBJIEHHBIX H3 cTanaapTHoro pactsopa (1 mr/ma Zn) u xaopua-
HO-aMMHA4YHOrO pacTBopa.

7. THTAH

THTan OTHOCHTCS K pacnpocTpaHeHHbIM 3jaemeHTaM. Ero couepxa-
HHe B 3eMHOi Kope cocrasaser 0,45 %. B mpupoae THTaH BcTpeuaer-
csl B OCHOBHOM B BH/Ie COEJIHHEHHIl ¢ KHCIOPOAOM.

[TpombimTenHoe 3HaYeHHe HMEIOT PYTHJ, aHaTas, GPYKHT ¢ coaep-
Kannem TiOp 94—99 %, a rakxe napMmennt FeTiO; (31,6 % turana)
¢ H30MOp(HBIMH NpHMecAMH Maruus H MapraHua, nepoBckur CaTiO;
(58,9 % TiOz) ¢ usomopdHBIMH NpuMecsiMH HHOOHS, TaHTajla, UEpHs,
nanrtana; jgonaput (Na, Ce, Ca) (Nb, Ti)O; (39,2—40% TiO,),
cgen CaTi (Si04)O0.

B 6GoJblUIMHCTBE CHJAMKATHBIX TMOPO/L COJAEpIKaHHE THTAHA COCTAB-
JISeT OT JeCATHIX A0JeH /0 LeJbiX TMPOIEeHTOB; BecbMa pacnpocTpaHeH
THTaH B OCAJ0YHBIX MOPOAAaxX — IJHHAX, GOKCHTAX, T/le ero cojepxa-
Hue gocruraer 4—6 9.

Tutan — xuMuuecknii 37eMeHT NOGOYHOH NOArPYNNBl YeTBepToil
rpynnel nepuoaunueckoii cncremsl . M. Menneneesa. Ero mopsaako-
BHIT HOMep 22, atomnas macca 47,90.

[IpupoAHbIit THTAH COCTOHT M3 CMECH NATH CTaOHJIbHBIX H30TONOB: '
®Ti (7,99 %), YTi (7.32%), ®Ti (73,99 %), *°Ti (546 %) u %Ti
(525%).

DeKTpOHHAA CTPYKTypa atoma THTaHa ls? 2s?2p® 3s23pf3d%4s2.

IIpn o6ayueHun THTAHCOMAEPIKAllEr0 MAaTepHajad pPeHTTeHOBCKHMH
JIy4aMH HJIH BO3/€CTBHH IOTOKA 3JEKTPOHOB BBICOKOH 3HEPTHH BO3-
HUKAEeT pPeHTreHoBckoe uaaydyenue K, L-cepuii atomos THtana. MHTeH-
CHBHOCTL XaPaKTEPHCTHYECKOTrO H3JYYEHHS HCIMOAb3YeTCs /LA peHTre-
HOCMEKTPAJBHOTO Ofpejie’eHnss THTaHa no K.-IHHHI, COOTBETCTBYIO-
e 0,275 HMm.

KoHdurypauus BHCIIHHX 3J€KTPOHOB aTtoma TuTaHa 3d*4s?. Tu-
T4H HMEET 4YeThbipe BaJeHTHBIX 3/jekTpoHa. CreneHb okuciaenuss +2 3a
cuer 452-3/1€KTPOHOB SABJSETCS XaPAKTEPHOIl /5 BCeX 3JeMEHTOB Imep-
BOI0 IepexoAHoro psaa. BoaMoKHbl Apyrue cTeneHH OKHCJIEHHS, CBS-
3aHHBle C NoTepeil MJH COBMECTHBIM HCIIOJNb30BAHHEM 3JEeKTPOHOB
d-op6uranu. [Ipn atom Makcuma/JbHasi CcTelleHb OKHCIEHHS THTaHa CO-
OTBETCTBYeT --4; OHa JKe fABJsercs AJs Hero HauGojee YyCTOHYHBOI
u pacnpocrpanenHoii. Coenunenna tutara (lI) w turana (III) Becs-
Ma JIEeTKO OKHCASIOTes 10 coeanHenuil Tutana (IV).

Turan (IV) npossasier CXOACTBO ¢ 3JIeMEHTaMH 4YeTBEPTOH rpyn-
Nbl  MePHOAHYECKOI CHCTEMBl  3J1€MeHTOB — KpPeMHHeM, LHPKOHHeM,
CBHHIIOM, OJIOBOM.

Oueprun wonuzaunu B paay Ti%—Ti*—Ti2+—Ti**—Ti** coorBer-
cTBeHHO cocrasasiior 6,82; 13,67, 27,47 u 43,0 3B, us uero cienyer,
YTO OTPLIB YETHIPEX 3JIEKTPOHOB aTtoMa THTaHa Tpebyer Ooabuiofi 3a-
Tpatel sueprun. Hon Ti'" peanbHo He cyllecTByeT: COeIHHEHHS THTa-
Ha (IV) oGananaior csassiMii KoBaJeHTHOro xapakrepa [16].
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Cnektp THTana Gorat JHHHAMH B YyJbTpa(HOJETOBOH I BHAHMOI
oG/1acTsIX, M3JyyaeMblIMH HEATPaJbHLIMH W HOHH30BAHHBIMH ATOMAMH.
Haunbosee nurencusubie u3 nux 338,37; 336,12; 334,90; 323,45; 308,80;
307,86; 386,64; 498,17; 430,59 uM B OOJbIIHHCTBE MOABJAIOTCH B CINEKT-
pe yroJabHOH Ayru npu cofepmkanuu tHrana okoiao 0,001 %. das on-
peneaeHns O6oJiee BBICOKHX COJIEPXKAHMI MCNONB3YIOT MEeHee HHTeHCHB-
Hble JHHHH 324,20; 323,23; 264,43 um.

Turan u npupoAHBIT AHOKCHA BecbMa MeAJEHHO HCNapsAoTCH H3
KaHaJa yroJbHOro ajaektpoaa. B paay Jaerydectu ¢BOGOIHBIX 3jeMeH-
TOB H OKCHAOB B YIOJbHOH Ayre OH HaxoJAHTCH PAAOM € XpPOMOM H
Banaanem. B npomecce wucnapennsi obpasyercs kapOuji THTaHa
[14, 37].

[Ipu pacnbuleHHn pacTBOPOB, COAEp:KalULHX THTAH, B BRICOKOTEMTe-
paTypHoe MJaaMsi MOXKHO ONpeAeJHTb COAepXKaHHe THTaHa MeTQA0M
aToMHOii aGcopOunOMeTpHH MO €ro aHaJuTHueckol aunun 363,3 Hwm.
MeTtox mMas104yBCTBHTEJEH.

Turan — cepebpucro-Geanit Merann. Ilpn ob6biunoil Temneparype u
10 500—550 °C oH He H3MeHAETCs Ha BO3AyXe, YyTO OOBACHAIOT HAJIH-
YyHeM Ha ero INoBepXHOCTH OKCHAHOH niaeHku. Turan ycroiiuus K aefi-
CTBHIO a30THOIl KHCJOTBHI BCeX KOHIEHTpaluii, 3a HCKIYEeHHeM Kpac-
HOH awimsieiics. CossiHast KHCJAOTA BO3JeCTBYeT B 3aBHCHMOCTH OT
KOHILEHTPAllMH H TeMnepaTypsl. THTaH OTHOCHTEJNBHO CTOEK B OTHOLIE-
HHM pa30aB/JeHHOH cepHOil KHCJAOTHL. PTOPHCTOBOAOPOAHAS KHCJI0TA
B3aHMOJelicTBYeT ¢ THTAHOM NpPH KOMHaTHOH TeMmneparype. Ou pacrso-
pserca Takxe B ropsayeil (GochopHOH H KOHIEHTPHPOBAHHEIX OpPraHi-
YECKHX KHCJ0Tax — IlaBeJeBoil, MypaBbHHOM.

Huoxeny turana TiOp — Gediblil NOPOLIOK, CJACTKA KEJITCIOLWHH TpH
HarpeBaHuu. XHMHYECKH HHEPTEH, YCTOHYHMB K BO3/€ICTBHIO OpPraHu-
YecKHX H pa30aBJeHHBIX MHHepaJbHbIX KucaoTr. C TPyloM pacTBopseT-
csl B KOHLEHTPHPOBAHHOH cepHOil kucaorte. PacrBopenne yckopsercs
nobasiaenneM cyabdarta aMMOHHS. XOpPOIIO PacTBOPHM BO (PTOPHCTO-
BOZOPOJIHON KHCJIOTE, CIJIABJAAETCS ¢ NMHPOCYAb(aTaMH H NMEPOKCHIOM
Hatpust. Ilpu cniaBiennu ¢ eikumu IenodyaMu o06pasyer coJau THTA-
HOBBIX KHCJOT — THTAHATHI.

[Ipn obpaboTke Ha XoJoae pacTBOpPoB coaeil Turana (IV) ammua-
KOM, €JAKHMH HJH YIVIEKHCJBIMH IUeJ10YaMH BHIJEISIETCS OPTOTHTAHO-
Baa kucaora HyTiO4, pacTBopumas na xosoie B pazGaBieHHBIX Mile-
panbHBIX Kucaorax. [Ipn AanTesbHOM CTOSIHHM HJH IPH HarpeBaHHH
OPTOTHTAHOBAs KHCJAOTA HepexoguT B GoJjee cTalHIBHYIO MeTaTHTa-
HOBYIO.

@®TOpPHCTOBOAOPOAHAS KHCJIOTA H €€ COoJH O00pasyloT ¢ THTAHOM
KOMILTEKCHBIE coelHHeHNns; Haubojee yCTOHYHB B BO/JAHLIX pacTBopax
Kommaeke TiFg~.

Hunk, kaamuii, ogoso n xpom (II) B KucabX pacTBopax Boccra-
napiuBator THrad (IV) mo turana (II1). OkucanTenbHO-BOCCTAHOBH-
reabHblit motenunaa Titt/Ti*t pasen 0,04 B. loGasienne k pactsopy
cyab(ara HATpUA HJAH AMMOHHS TOBHIIAET 3HAYEHHE TOTEHIHAJa.
Pactsopu tutana (III) o6aazaior CHJALHBIMH BOCCTAHOBHTENBLHBIMH
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CBOIICTBAMH, YTO MCNOJb3yeTcs B aHa/u3e, B HAaCTHOCTH JJs THTPH-
METPHYECKOro ONpe/le/eHHs THTaHa.

Jas THTaHa XapakTepHO 00pa3oBaHHe NEPOKCHAHBIX COeXHHEHHI
(MepOKCHTHTAHOBHIX KHCJOT) MpH A00aBJeHHH K KHC/JABIM pacTBopam
coJieil THTaHa NepoKcHI1a BoAopoaa, 06/1aJalollHX OPaHKeBO-AKeaTol
okpackoii. Peakuusi mcnosabayercs 145 (OTOMETPHUECKOro onpejede-
nus turana. Ilepokcuanoe coeinHeHHe paspywiaetcst NPH KHISAYEHHH.

Oprannyeckne KHCJOTH (BHHHAf, LlaBeseBas u Jp.) ofpasywr c
turanoM (IV) komniexcHbie coegHHeHHs.

O6pasoBaHue psila PacTBOPHMBIX KOMIJEKCHBIX COCIHHEHMIl TH-
TaHa ¢ OpPraHHYecKHMH PeareHTaMH HCMOJb3yeTcss B MeToax ero do-
TOMeTpHYecKoro ompejesnennsi. Pearentsl, o6nagaiomue eHoMbHOI
rpynnoit, pearupyst ¢ turanom (IV), naior coeanHenus ¢ NATH- WIKH
UIECTHYJIEHHBIMH KOJBIAMH, HMEIOUlHe OKPAacKy OT KeiToil /10 opaH-
JKepo-KpacHoi. B sasncumoct ot pH cpejbt BoamozKen psiji okpauieH-
HBIX coeanHeHHil. K paccmarpusaemoil rpynmne peareHToB OTHOCAT TH-
poH, cyabdocalHIHAOBYIO KHCJAOTY, XPOMOTPONOBYIO KHCJIOTY HIH ee
HATPHEBYIO COJb. B KOHLUEHTPHPOBAHHLIX pacTBOpPax CEPHOH KHCJIOTHI
THMO1 006pa3yeT ¢ THTAHOM OpaH’)KeBOOKpalleHHoe coeinHeHHe. Peak-
iLg mpaKkTHYecKH cneunduuna aas tutana (1V).

JInaHTHNHPHJIMETAaH B KHCJABIX pacTBopax o6pasyeT ¢ THTAHOM coe-
JIHHeHHs, obaajialolne KelTo-0paHKeBoil 0KpacKoil. :

ITpu anaan3e rOPHHIX MOPOJL HCMOJAB3VIOT (POTOMETPHUCCKHE H ClIEK-
Tporpapuueckne MeToAbl. [IpH BHIMOJHEHHH NOJHBIX AHAIH3OB CHJIH-
KATHHIX TOPOJA MM GOKCHTOB Hapsay ¢ APYTHMH NOPOL006PA3yIOIIH-
MH OKCHAaMH THTAaH MoOKeT ObITh Takike onpeaesneH aToMHO-abcop6-
LHOHHBIM HJIH PEHTTeHOCHEeKTPAJbHBIM (1YOpPeclueHTHBIM MEeTO/0M.
Jlag onpejenenus THTaHa B €ro pyAax W MHHepajaX OCHOBHOe TPH-
MeHeHHe HaxoAAT (oTOMeTpHYecKHe MeTOAB. THTpHMeTpHUecKHe H
rpaBHMETpPHYECKHe MeTOALl B Toc/elHee BpeMs NMPHMEHAIOT PeaKo.

7.1. XMMHYeCcKHe MeTO/1bl OnpefeseHUs: THTaHa

7.1.1. Pa3noxeHue THTAHCOAEPKALMX NOPOA,
PYA M MHHEpPANOB

TutanoBbie MHHEpaJBl ABJAITCS B OCHOBHOM OKHCJEHHBIMH CO€1H-
HEeHUSIMH, KakK TIPaBHJO, He pPasjaralorcesl MoJHOCTbIO KHCJIOTAMM, 34
HCK/I04eHHeM (DTOPHCTOBOLOPOAHOH, KOTOPYIO NPHMEHAOT COBMECTHO
¢ cepHOil MAH a30THOH. BO3MOXKHO pa3ioxKeHHe cnJaB/IeHHEM C €IKHM
HATPOM HJIH CMECbIO €JKOro HaTtpa ¢ KapOoHaToM HJH MEPOKCHAOM
HaTpHs, ¢ KapOoHaToM HaTpus H Oypoil, ¢ nupocyabhaToMm HATpHA,
¢ Ondpropuaamu Lieo4YHBIX MertannoB. [Ipu cnaaBienun ¢ eIkum Hat-
POM HJH €IKHM HAaTPOM H NMEPOKCHAOM HaTpus (ec/u HyXHa BOAHAs
BBITAKKA) PacTBOP 10 (DHILTPOBAHHS HACLILIAIOT YIVIEKHCABIM Fa3oMm
HJH BBOJASIT KapOoHAT aMMOHHS, TAK Kak B NPOTHBHOM cJydae 4acThb
THTAHa MOMeT nepeiiTH B pactBop (0cOOEHHO B NPHCYTCTBHH cCOJeil
Kaganus).
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CHJIHKAaTHBIE NOPO/ALl MOXKHO CIJIABJAATL ¢ KapboHATOM HATPHA M
CeJIUTPOIi.

B Xoje aHa/iH3a rOPHBIX NIOPOA MJH CHJIHKATHBIX MHHEPAJOB INpH
BbIJlE€J€HHH KPeMHEKHCA0Thl AernapaTanied THTaH YacTHYHO Homajaer
B OCaJI0K.

THTaH KOJIHYECTBEHHO BBIAEASETCS C THAPOKCHAAMH IPH HX OCaMK-
JeHHH aMMHAKOM, MHPHAHHOM HJH TuapoJuTHYeckH. OH Bjeasercs
B 0caJoK M30BLITKOM aMMmlaka B IpHCYTcTBHH KoMmmaekcona III, uto
MOXKeT ObITh HCNOJb30BAHO [JIA OTAE/NEHHs ero OT XKeaesa.

Ot anioOMHHHS, XpOMa, MapraHila, HHKens H HeOGOJbIIHX KOJH-
yecTB (ochopa THTAH COBMECTHO ¢ LIHPKOHHEM, JKele30M, BaHaJIHeM
0cax/1aloT KyndepoHoM B CHJABHOKHCJIOM pactBope. OT UHPKOHHS M
TOPHSl THTAH MOXKHO OT/J€IHTb KHISIYEHMEM pacTBOpa, COAepIKAalLero
CAJHLIIOBYIO KHCJOTY H caauuuiart Hatpus. Llupkounit u Topuii npu
3TOM Bbijedasiotes B ocajok. O1 Moandaena, Banaaus, (pocdopa, anio-
MHHHS W OepHAAMs THTAH OTAEJNAIOT OcazKjeHHeM eAKMM HaTpom. B
NPHCYTCTBHH JKeJe3a THTAH KOJHYECTBEHHO IepPexoiHT B ocaiok. B
IPHCYTCTBHH GOJMBLIMX KOJHYECTB MOJHOAEHA H BaHAaAHA 0OCAA0K Ie-
peocaxpator. Ilpn Heo6xoauMOCTH OTAEJEHHST OT Xpoma, BaHAaJHA
yiaobHa IleJoYHasl MJaBKa € MOCJAeAVIOLHM Bbllle]ayuBaHneM BOLOI.

[Tpu Bcex onepauusx cieiyer YYHTHIBATH CKJIOHHOCTb COJIeH THTa-
Ha K THAPOJH3Y H AJd YlepKaHHS ero B pactBope ofecneuyHBaTb 10-
CTATOYHO BHICOKYIO KOHIEHTPALHIO KHCJIOTHL.

7.1.2. TutpumeTpHueckoe onpejneseHHe THTaHa

OO6BIYHO THTAH B aHAJH3HMPYeMOM pACTBOpe MNPHCYTCTBYET B CTe-
IeHH OKHCJeHHsl -4, M03TOMYy HPH THTPUMETPHUECKOM ONpejeeHHH
€ro IpejBapHTeJbHO BOCCTAHABJHBAlOT, HCIOJAb3yd B KadyecTBe BOC-
CTAHOBHTEJNEH IIMHK, aMa/jbraMbl LuHKa, Kajavmus. Turan (I11) sarem
THTPYIOT coasaMu :Kenaeza (II1), mepmanranaToM Kagausi, METHJIEHOBOIT
CHHBIO.

Meroauka pekomeHAOBaHA IJsi ONpeAeseHis QHOKCHIA THTAHA B
pyZax H MuHepanax npu cogepmanun Boime 10 9% (Mucrpyxums
HCAM Ne 55-X [27]).

Turan (IV) BoccTaHaBIMBAIOT H3 COJNSHOKHC/JIOTO pacTBOpa Merad-
JHYECKHM aJloMuHHeM®™ B Kojabe ¢ HacaJKoi-3aTBOPOM JI0 TH-
rana (III). [locaenHuii THTPYIOT pacTBOPOM IKeJae30-aMMOHHIHBIX
KBAacIlOB B NPHCYTCTBHH POJaHHJa aMMOHHS B KayecTBe HHIHKATOpa.
OnpeneneHHio MellaeT a30THAs KHCJIOTA, 3JEMEHTHl ¢ TepeMeHHOH Ba-
JEHTHOCTBIO: BaHajAHil, XpoM, MoaubaeH, Boabhpawm, ypaH, HHOOHI,
0JI0BO, MBIIIBLAK, CYpbMa.

[IpucyrcrBieM He3HAUHTEJNBHBIX KOJHYECTB OJIOBA, MbIIbAKA H
CYPBMBI B MaTepHa/jax C BBICOKHM cojeprkaHHeM THTaHa oObIYHO Ipe-
Hebperator. B cayyae HeoOXOAHMOCTH 3TH 3JeMeHThl MOXKHO Y/a/HTh,
[ponycKas CepoBOAOPOL B XOJOJHLIE KHCJIbIe PaCcTBOPHL THTAHA.

* B cepuokucawx pacrtBopax THTaH (IV) MoikeT GbiThb BOCCTAHOBJEH B PeAyK-

TOpe MeTaNJaHYeCKHM (':iﬂ(fKT])O.’IH'I‘H'—]E.‘CKHM] KaJiMHeM HJIH aMaJbraMHpOBaHHBIM
IIHHKOM,
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Or Bamanmsa, Xxpoma, MoanGAeHa M BoAb(paMa THTAH OTAEASIOT
LWIeNOYHEIM [JIaBJIeHHEM HABeCKH M BbllleJauHBaHHEeM [Jasa |—
2 %-nbiv pacTsopoM KapGonata Hatpusi. ITMaBHAMH MOFYT CAVKHTH
/I MHHEPaJIOB-CHIHKATOB KapOoHaT HaTpus, IS PYA — NepoKCH
HATPHA, CMecH PHAPOKCHAA M TepPOKcHIa HAaTpHs, KapboHaTa H TepoK-
cHla Hatpua. THTam BMecTe ¢ JKene3oM, YacTbi0 ypaHa M HHOOHS oc-
TAETCS IPH 3TOM B ocalke THAPoKcHaoB. i Gojee moaHOro oriesne-
HHSL OT ypaHa THTaH BMecCTe ¢ JKele30M 0cax1aloT pacTBOpoM Kapbo-
HATAa aMMOHHA WJIH HATPHS.

Ins onpejeneHuHst THTaHa B NPHCTYTCTBHH HHOOHS B PacTBOP BBO-
JAAT (TOPH HATPHS, NPENsSTCTBYIONIHH BOCCTAHOBJEHHIO HHOOHsA. JKe-
aeso (IT) npu turpoBanun turana (II1) Kenezo-amMoHMitHBIMEH KBac-
IlaMH KHe MellaeT onpeaie/eHHIO.

B orcyTcTBiHe MelIAOHIHX 3JEMEHTOB MaTepHaJbl € BBICOKHM CO-
JepiKaHneM THTaHa CIJABJASIOT ¢ NHPOCYIb(aToM KaJHs.

Peakrus. )Kenezo-ammonniinsle ksacus, 0,10 u 0,05 u. pactsopu. Coorsercrt-
senno 4822 u 24,11 r xeneso-ammonuiinsix KBacuoe NHyFe(S0,);-12 HyO pacrso-
pmior B HeSOy (1:19), npuGasasior 2 Y%-uwlit pacTBop nepmaHraHata KaJus /0
NOABAEHHS OTYETJIHBOTO PO30BOrO OKpamluBanus M KAnATaT 10—15 mMuH po wucyes-
HoBeHnsi okpacku. OcTuiBWIKA pacTBOp JoauBalOT cepHoit Kucaotoit (1:19) mo 1 g
1 ma 0,1 u. pacrpopa Keae3o-aMMOHHAHWX KBacuos coorsercrByer 0,00799 r auox-
CcH1a THTaHa. i

Hasecky 0,2—0,5 r nomelwanor B KeJe3HbIH THrelb, CMEIIHBAIOT
¢ 8—10-KpaTHbLIM KOJIHYECTBOM CMeCH THAPOKCHAA H MEpOKCHAA HaT-
pus (2:1) u cnaasasior npu 800 °C. IlnaB BhillesaYyHBaloT ropsyei
Boaoil nan 1—2 Y% -ubiM pacTBOpoM KapOoHata HATPHS B NPHCYTCTBHH
xpoma W BaHamuda. [Lna passioxeHHs MepPOKCHIA BOJOPOJA IEJOYHOM
pactBop kunatar 15—20 muH.

B orcyTcTBHE MelIAIOUHX 3/71€MEHTOB TOJYYEHHBIT IIeT0UHOi pact-
Bop Hefirpanusyior HCl (1,19) no npocBersennst 1 npubaBiafior ee
n36piToK 40 Mu. PacrBop ¢uABTPYIOT 4epe3 BaTHBIH TaMIIOH AJs yia-
JIeHHSl OKaJlHHB, coOMpaloT (GUABTPAT B KOHHYECKYIO KOJOY BMECTH-
moctbio 760—1000 My, mpombiBasi crakan M okaauuy ropsueit HCI
(1:19), n noBoaar obvem pacrtsopa mo 200—250 wm..

B npucyTcTBHH BaHaaHs, XpoMma H JIPYTHX MeWIaIOWUX 3JeMeHTOB
Hle/I0YHOf pacTBOP IOCJe pa3pylleHHs TepoKCcHAAa BOAOPOAA (PHILT-
pPyIOT H OcajloK npoMbiBaioT ropaunM |—2 % -ueiM pactBOpoM Kap6o-
HaTa HaTpus. PUABTPAT M NPOMBIBHBIE BOABI oTGpachiBaioT. BopoHky
C 0CaJKOM BCTaBJSIIOT B TOPJIO KOHHYECKOH KOJGBI BMECTHMOCTBIO
750—1000 ma u pacrBopsiioT ocajsok Ha (uabTpe 10—15 ma ropauyei
HCI (1:1), o6mbiBasi er0 mpeiBapHTENbHO CTAaKaH, B KOTOPOM HAaXo-
Juica pactBop ¢ ocaakom. Yepes duabtp nponyckaior eme 80 ma HCI
(1:1), npoMBIBAIOT €ro HECKOJIbKO pa3 HeGOJbIIHMH TIOPIHAMH TOpsi-
yeit HCl (1:19) n noBoaar o6bem pactBopa Ao 200—250 wmu.

B npucytcTBHH HHOGHS K PacTBOPY, MOJYYEHHOMY OJHHM H3 yKa-
3aHHBIX crniocobos, nobasasior 0,50—1,0 r ¢propuaa HaTpud, nepemeln-
BAlOT H OCTaBJAOT Ha 2 u.

PactBop B KOHHYecKoOil Koabe, MOKPHITOH Y4COBBIM CTEKJIOM, Ha-
rpeBaior 10 30—40 °C u npubasiaaiorT HeGOMBIIHMH MOPUHAMH 2—3 T
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ajgloMHHNeBoll cTpyxkH. Ilocae neyeaHoBeHHA KeaToll OKpackH, Bbl-
abiBaeMoil xJaopuaom xkeaesa (I11), nponoaxalor BoccTanopaeHHe elle
30 mun. 3arem npubasasior 20 ma HCI (1,19), sakpweiBaior koaby
npo6GKoii ¢ HacaAKoii-3aTBOPOM, 3aNOJHEHHbIM Ha 2/3 HachlLleHHBIM
pactBopoMm OukapOoHaTa HATPHA, H KHOATAT 10 MOJHOr0 pacTBOPEHHs
ajsiomunns. Kondy oxviaxaalor, HacaAKy 3aMEHAKT Pe3HHOBOH Npob-
KOl ¢ TpeMms OTBEpPCTHAMH, B KOTOpble BCTABAAT OlOpeTKy, TpyOKy
JAJsl Tojauu YrJeKHCJI0ro rasa H BOPOHKY /A NPHJAHBaHHS pacTBOpa
pOAaHHAA M BBIXO/1a yriaekucaoro rasa. ITponyckalor Tox yriekucaoro
rasza, npuansaioor 10 ma 40 %-noro pactBopa pojaHula aMMOHHS H
tutpyior 0,1 H. pacTBopom KeJie30-aMMOHHIAHBIX KBacuos. TuTpoBaHue
NPOAO/IKAIOT 10 IMOABJEHHSA KpPacHOH OKpPackH poAaHHIa KeJesa,
VCTONYHBOIT B TeueHune | MuH.

7.1.3. ®oTomeTpHuecKOe OnpejiesieHHe TUTAHA
C AMAHTHITHPHIMETAHOM

MeroanKka peKoMeHJ0BaHa s ONpPEeJeHHs THTaHA B TOPHBIX M0-
pogax mpu cojepxannn 0,002—5,0 % TiO,. [Ipu Gonee BhiCOKHX cO-
AepKaHuAX npumensiorT AuddepenunaibHoe GOTOMETPHPOBAHHE.

Turan (IV) B Kncaoii cpeje o6pasyer ¢ AHAHTHIHPHIMETAHOM KeJ-
TO-OpaHKeBOE KOMIJIeKcHoe coelnHenne. MakcHMyM CBeTONOr/OUIeH
pacTBopa OKpalleHHOro Komijaekca Haxoautcst npu A=2380 um. Ycaos-
HBI MOJSIPHBIH KO3(¢HUHeHT norameHus KOMIJeKca THTaHa ¢ JAHaH-
tumupuaveranom — 18 000 (Mucrpykuns HCAM Ne 56-X [27]).

AGcop6uus pacTBOpaMH He 3aBHCHT OT KHCJOTHOCTH B HHTepBaJje
1—4M no HCI, npu nossimenun kucaotnoct 1o 6M abeopOunus HesHa-
YHTEJNbHO YMEHbLLIACTCS.

HMHTeHCHBHOCTL OKPAacKH pacTBOpa KOMIJIEKCAa THTaHa ¢ JAHAHTH-
NHPHJAMETAHOM 3aBHCHT OT KOJIHYECTBA PeaKTHBA: MPH COAepIKaHHH
1 mr tutana B 100 Ms pactBopa HeoOXOAHMBIH MHHHMYM peakTHBa
cocrasaser 0,25 r. Okpacka pacTBopa pa3BHBAaeTCA B TeucHHe 45 MHH
H COXpaHSIeTCs MOCTOSIHHON JAJHTEebHOE BPeMS.

JluneiiHas 3aBHCHMOCTb MesK1y KOHileHTpauueil THTana u abcopl-
uHeil pacrsopos HaOJalonaercss B uHTepsade or 5 go 70 myr TiO,
B 50 Ma, npu Gosee BLICOKHX COAePKAHUAX JHHEAHAS 3dBHCHMOCTD Ha-
pymaercs. B 3aBHCHMOCTH OT onpejaeisieMbX coAepKaHHil JAHOKCHAA
THTaHA npH pabore Ha (OTOKOJIOPHMETPAX HCHOJAL3YIOT PasHble Kio-
BETbl H CBeTOMHILTPLI ¢ AaHHONR Bonbl 413 1 508 HM.

KpoMme TuTana, okpallleHHble KOMIJICKCHBIE COEIHHEHMA € AHAHTH-
nupuiaveradom obpasylor keaeso (I11) u Bawaamit (V). Mx mewaro-
Llee BJHSHHE YCTPAHAIOT BOCCTAHOBJEHHEM AacKOPOHHOBOI KHCJIOTOI
B IIPHCYTCTBHH HOHOB Me/H B KayecTBe KaTaJju3artopa.

Moaunbaen (V1) n Boabdpam (VI) npn BbicOKHX coiepmanusx (ot
10 Mr u GoJjee) ocaxkaalTcs B NPHCYTCTBHH AHAHTHOHPHJIMETaHa B
Buje OeablX TBOPOMKHCTBIX OCaJKOB, He pAacTBOPAIOLIHXCSA B pasbaB-
JeHHBIX KHcjotaX. [Ipn neGoapmnx cojpep:anusix BoabppaMm ¢ JAHAH-
THIIHPHJIMETAHOM He pearupyer. B npucyrcrBiH MosinGeHa IOABJSET-
ca caabas okpacka, Hedesalomas co BpeMereM. Moan6aeH, BOCCTaHOB-
124



JeHnblit ackopOGHHOBON KHesa0Tolt A0 Moaubaena (V), He obpasyer ¢
JHAHTHIHPHAMETAHOM OKPalleHHBIX KOMIJIEKCOB.

Lluek B HeGOJBUIMX KOJHYECTBAX, a TaKiKe LHPKOHHII o6pasyior
C JAHAHTHOHPHJIMETAHOM OeClBeTHBIC KOMIJIEKCHBIE coejlnHeHHs. B
npucyrcTBHH Kaamus, pryta (I1), BHcMyTa u cypbMBbl BHImagaior Oe-
Jble TPyJHOpacTBOpHMble ocaiku. B o0oux ciaydasx KOHIUEHTpauHs
cB00O/IHOTO AHAHTHIOHPHIMETaHa B pacTBope yMmeHbiaercs. Chenoba-
TeJbHO, HeoOXO/HMO TNpeABapHTEJbHO OTAeJATh 3JeMeHTHl, BCTYIalo-
miHe B Peakuuio ¢ PeareHToM, HJAH BBOAHTbL TNOCJAEAHHIT B BOJbIIOM
H306bITKe, a BhlNajalonife ocajiKH. OTQHABTPOBLIBATE.

HuoOuii u Tantaj, npucyTCTBYS B MHKPOTPaMMOBBLIX KOJHUECTBAX,
He MelaloT onpeaeJeHHI0 THTaHa ¢ AnaHTHnupuaMeranom. [Ipu Goas-
HIeM COJepKaHHH HX COeJHHEHHS B KHCJBIX PAcTBOpax rHAPOIH3YIOT-
cd, BHINAJLAIOT B 0CAJ0K M 3aXBaTHIBAIOT YacTh THTaHa. Urtobu npeny-
NpeaHTh THAPOJH3, B PacTBOP BBOJASAT BHHHYIO KHCJIOTY, KOTOpas He

MellaeT ONpeaeJeHHi0 THTaHa, HO 3aMeJiseT PasBHTHE OKPACKH 10
2—3 y,

Housl Banaaus, xpoma (II1), koGaavra (I1) u nukeas (I1) ¢ au-
AHTHIHPHIMETAHOM He 00pasyioT OKpallleHHBbIX coeanHeHuil, HO, 00-
Jajasi cobeTBenHOll oKpackoil, Melalor onpeaenennio turana. Ot oc-
HOBHBIX KOJHYECTB HHKeJdsi, KoOanbTa, MeAHW H JPYTHX THTAaH OTIe-
JSI0T, Ocaj1as ero BMecTe ¢ THAPOKCHAAMH METaJJIOB B CTENEHH.
oKHCJIeHHsT 3 n30bITKOM aMMuaka. BausHue HeGOJBIINX KOJHUECTB
971eMeHTOB, HOHLl KOTOPBIX HMEIOT cOOCTBEHHYIO OKPAacKy, MOMKHO YCT-
paHNTh, NPHMEHAS B KayecTBe PacTBOPa cPaBHEHHs NPH (POTOMETPH-
poBaHHH HceJeayemblil pactsop 6e3 100aBJeHHS B Hero JHAHTHIIHPHJI-
MeTaHa.

Honsl dropucroBopopoanoii, docdopHOii U cepHOii KHCIOT He Me-
WAloT onpejesieHHio THTaHa.

B 3aBHCHMOCTH OT COCTaBAa AaHAJH3NPYeMOro MaTepHala INpHMe-
HAIOT KHCJOTHOE HJH ILeJOoYHOe pasioxenne npob. B noaneix anauan-
3aX THTAH ONPEAENsI0OT B aJHKBOTHOH 4acTH pacTBOpa Inocie oTjiene-
HHS KPeMHHEBOIH KHCJIOTHI.

Peaxrus. 1. HDuantunupuaveran, 1 %-muiii pacTsop. 5 r AHaHTHIHPHAMeTaHa
pacteopsitor B 2M HCI, pactsop nepeHocAT B MepHYlo Koady BMecTHMoOcThbiO 500 M
H J0JHBAIOT L0 METKH Toii e Kncaoroil. PactBop ycTofiYHB NMpH XpaHeHHH B TeM-
Hote B Teuerne 12—14 cyr.

2. Cranpaprauit pacrsop Ttutana. 0,1000 r anokcnaa THTaHa COJaBJASOT €
3 r nupocyasdata kaaus. Ilaas pacreopsior B 2M TCI, pacrBop nepeHocsat B
MEpHYIO KO0y BMecTHMOCTbIO 1 a1 H 104MBAIOT TOM ke KHCAOTOR 10 merkd., 1 ma
pactsopa cogepxut 100 MKr AHoKcHAa THTaHa.

Hasecky 0,1—0,5 r pasaaraior cMmecbio 5—10 ma HF u 5—10 ma
H,SO, (1:1), Bunapusatwor jaocyxa. Cyxoit oCTaToX CIJaBIAAKT C
3—8 r nupocyabdara kaans. IliaB pacTBopsloT NpH HarpeBaHHn B
2M HCI, pacrBop mepeHocsAT B MepHYIO Koy BMecTHMOCTBIO 50 mJ,
no oxaaxgennn poauBaior 2M HCl no MeTkH u mepemelunBalior.

Ecau Matepuan cofepKut HHOGHII W TaHTaJ, TO NJaB PACTBOPAIOT
B 10 ma 50 %-Horo pactBopa BuHHOI Kicaorel B 2M coasinoil KHeso-

125



Te, PAacTBOP NEpPeHOocAT B MepHYI0 K00y BMecTHMOCTbIO 50 Ma H J0-
ausatT 2M co/isiHOll KHCJAOTOH A0 METKH H MepeMelinBaloT.

PasjoxeHHe cnaaBjeHueM co WeJoublo. B Hukene-
BOM THIVIE CIJIABJSIOT IIPH TEMIIepAType TeMHO-KpacHOro KagaeHnns 1,5—
2,0 r rEApOKCHAA HATPHS 10 NpeKpalleHus pas6puisruBanns. K ocThiB-
weMy cryiapy npubasasior 0,5 r TOHKOHCTEPTOi NpoObl H CNJABJAAIOT
npH TaKoil XKe TeMmneparype A0 TmpekpauleHHss Bckunauus. K ocTbis-
wemMy naasy npubasasior 0,5—1,0 r nepokcuaa HaTpHs M MPOAOJ-
MKAIOT CIJIaBJIEHHe 10 MpeKkpalleHus Bhljaenenus kucaopoaa. [lnas soi-
uenaunBaior 1—2 % -upiM pactBopoM KapOoHaTta HATPHA B CTakaH H
KHNATAT [0 [OJHOTO PpasjioxeHHusl Mepokcuiaa Bogopoia. Pacrsop
GHABTPYIOT H OCaf0K THAPOKCHJLOB MpombiBaloT 5—6 pas rtemybim
1 %-upiM pactBopom KapOonata Hatpus. OcaZloK CMBIBAIOT B CTaKaH,
B KOTOPOM BHilleJaunBaan maap, pactBopsiior B ropsueit HCl (1:1)
I TIPOMBIBAIOT €10 Ke (UIbTP.

Eean nocse pacrBopeHHS THAPOKCHAOB BHINAAAI0T XJONbA KpeM-
HHEBOIT KHCJIOTHI, TO PACTBOP KOJIHYECTBEHHO MEePeHOCAT B MJIATHHOBYIO
yawky H obpabatbiBaloT GTOPHCTOBOJOPOAHOH H CEPHOH KHCJIOTAMH,
BHINApHBas /10 BblleJCHHS NMapoB cepHoil KucaoThl. CMbIBAIOT CTEHKH
YallkH BOMOIl M BHOBb BHINAPHBAIOT 10 NapoB cepHoil Kucaots. Co-
JAEPKUMOe YallKH NePeHoCcsHT B CcTaKaH, NPHOABJIAIOT COJISIHYIO KHCJAOTY
H HarpesBaloT /IO PacTBOPeHHs cOJiei.

M3 ropsuero pactBopa 0CaxKAalT THAPOKCHAB METaJJOB B CTe-
neHn oxkucaeHns -3 u turaHa 25 Y-HBIM pacTBOpOM aMMHaKa, NpH-
GaBasia ero jo sBHoro 3anaxa. Ocanok oT¢HIBTPOBLIBAIOT Yepes
(OuJabTp cpeiHell MIOTHOCTH H NPOMBIBAIOT BOAOH C HECKOJLKHMH Kari-
aaMH aMMHaka. PuabTp ¢ 0caaKOM 030JfI0T, OCTATOK CIJIABJASAIOT C
3—8 r nupocyabpara Kaaumsg H NPOLOJKAIOT aHaJH3, KaK ONHCAHO
BHILLIE.

Pasnoxenue cnaaBiennem ¢ G6Gypoii u kKapboH a-
Ttom Hatpusa Hasecky 0,1000—0,2000 r cnasasiior ¢ 3 © cMecH
kapb6onara Hatpusi v O6ypel (2:1). [lnas pacrBopsiior ropsiueil AHCTHJI-
JHPOBAHHOH BojOI, 3ateM npu nepememtnsanun gobasasior 100 wmua
HCl (1:3). PactBop mnepeHocsiT B MepHYI0O KOJOY BMECTHMOCTbIO
500 mu, mocne OXJaXACHHS AOJHBAIOT BOAOH A0 METKH H Tepeme-
ILIHBAIOT.

M3 pactsopa, mosyYyeHHOrO OAHHM H3 TIEPEYHCJIEHHBIX BHILIE CTO-
co00B, OTOHpPAIOT AJHKBOTHYIO 4acTb 5—25 MJ, MOMEIIAI0OT B MEPHYIO
koa6y BMecTHMOCTBIO 50 MJI, npubasasior 2 Kamau 5 %-Horo pacTteopa
cyabara mean, 5 ma 10 Y%-Horo pactBopa acKOpOHHOBOH KHCJOTHI
B 2M consHoil Kueaore u octaBasior Ha 5—10 mun. [Ipuausaior 12 ma
1 %-Horo pacTtBopa AHaHTHNHPHJAMEeTaHA, AoJuHBalOT 2M coasiHOl KH-
CJI0TOH 710 METKH, llepeMelInBaloT W ocTaBasaioT Ha | u. Ecau B Henwi-
TyeMblii pacTBop A06aBAAAH BHHHYIO KHCJOTY, TO OCTABJASIOT HA 3 4.

Abcopbumio pactBopa H3MepsIOT Ha (POTOKOJOPHMETPE €O CBETO-
(GuALTPOM NpPH AJMHHe BOJHH 413 HM ANA MaJdbiX cONep:KaHH JAHOK-
cuaa turana (2o 70 mkr B 50 MJa) wan npu aanHe BoaHb 508 HM s
coaepxKanuii AHokcHaa tutaHa 10 800 MKr B 50 MJ1 OTHOCHTEJIBHO pac-
TBOPa KOHTPOJILHOTO ONbITA; €CJH B PacTBOPE NPHCYTCTBYIOT HOHHI,
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HMelollHe cOGCTBEHHYIO OKPACKY, — OTHOCHTe/bHO HCILITYEMOro pac-
TBOpa 6e3 106aBKH B HEro AHAHTHNHPHJIMETAHA.

ConepzKaHHe JHOKCHJA THTaHA B PACTBOPE ONpele/sioT 1O rpaay-
POBOYHOMY rpaduky.

st mocTpoeHust rpajiyHpoBOYHOrO rpaduka B MepHble KoaObl BMe-
crumoctbio 50 Ma nmomemaior ot 5 a0 70 mkr uam or 50 xo 800 mikr
TiO,, npubasasior 2 kanan 5 %-nvoro pacrsopa CuSOy, 5 ma 10 % -xo-
ro pacrsopa ackop6uuoBoii kucaotel B 2M HCl u uepes 5—10 mun
12 ma 1 %-Horo pactBopa anantTHnHpHIMeTaHa. PoroMeTpupyOT, Kak
yKa3aHo BHILLIE. ;

7.2. OnTHYecKHe CMeKTpaJjbHble METOMAbl
onpejeneHns THTaHa

7.2.1. Cnekrporpadinueckoe onpejejeHie THTaHa

MeTtoanka pekoMmeH10BaHa A5 ONpejeseHHs] THTAHA B JKeJE3HbIX
pylax M CHJIHKATHHIX TOPHHIX NOpojax, coxepxauiux He Gosee 10 %
OKCHOB WIEJIOYHBIX MeTaJJoB, H B MHHepaJaX — MarHeTure, XpOMH-
te, oauBuHe npu copepxannn 0,05—1 9% TiO,. Ouna 3akaouaercs B
HCMapeHHH aHaau3upyemoro o6pasua B cMecH ¢ Oy(pepHBIM MOPOILKOM
B 9JEKTPHYECKOl Ayre NnepeMeHHOro TOKa H H3MePeHHH HHTEHCHBHOCTH
ClleKTpaabHbIX JauHHi  Qortorpaduyeckum cnocobom (Mucrpykuns
HCAM Ne 106-C [27]).

Bydepnas cmech, npuvenaemas AJds YCTPAHEHHs BJAHAHHS cOCTaBa
ofpa3ila Ha pe3yJbTAaThl aHAJH3a H NOBLILIEHHS TOYHOCTH Onpejelne-
HHIl, COCTOHT M3 YrOJBLHOTO MOPOUIKa, crnocobeTpylouero Hojee paBHO-
MepHOMY Hcnapenuio npobnt, n xapbonara G6apus, ctabHIH3HPYIOLIErO:
- TeMrmepatypy AYri. DJEMEHTOM CPaBHEHHS CJAYIKHT CKaHAHH, BBOAN-
MBlit B BHJ€ OKCHJa M HCHAPSIOIHICSA MPAKTHUYECKH OJHOBPEMEHHO ¢
THTAHOM.

AHann3 BHIMOJMHAIOT CMOCOGOM TpPexX 3TaJOHOB 10 OTHOCHTRNBHOI
HHTEHCHBHOCTH CIIEKTpPaJbHEIX JanHuil. B kavectse o6pasuos cpaBHe-
HHST HCIOJB3YIOT CMeCcH AHOKCHIA KPeMHHS M OKCHA0B HJIH Kapboua-
TOB (coJeii), B KOTOpble BBOJASAT PAacCYHTAHHbLIC KOJMHYECTBA THTAHA.
AT cMeCH HMHTHPYIOT CPeJHHIl COCTaB TPaHHTOB.

Bumecte ¢ THTAHOM 1O ONHCHBAEMON MeTOAHKE MOTyT OLITh Omnpe-
JleJleHBl BaHa/HH, XpoM, KOOAJbT W HHKE/b.

Peaktusel. 1. Kyniepon, nacuiueninlii cnnproBoii pactsop.

2. Bydepnas cmech. 0,12 r oxcnaa ckanausa, 20,0 r kapGonara dapus, 180 r
YroJbHOTO NOPOIIKA.

3. O6pasunt cpasienns. OcHoBa 11 NPHrOTOBJEHHS 0OGPAas3IlOB CpPaBHEHHH.
69,0 r kpapua, 150 r Al:Os 30 r FeOs; 20 r CaCOs; 20 r MgCO; 20,0 r
NayCO,. Cmech npokasausalor B Teuenne 3 4 npu 900 °C u no oxaaxKIeHHH HCTH-
paior a0 0,074 mMm. TNpubausuteabHslii cocras cmecu: 69 % SiOz 15 % AlO; 3 9%
FesOy, 3 % CaO, 1% MgO u 11 % NasO.

das npurotoBaeHus Hexoanoro o6pasua cpasuenus (MOC) ¢ comepmannem
5% TiOs, Vi0s CrO; u 3% Co u Ni Gepyr no 0,5 r TiO; V305 u Cri0s,
0,4222 r Co0s0s 0,4226 r NisQs, 7,66 r ocHOBE, THIATEALHO NEpPEMELINBAIOT B ara-
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TOBOIi CTYNMKe CO CMHPTOM M BBICYLIHBAIOT CHaYajla [OJ Jammoil, a satem B cy-
wHabioM wkady npu 105 °C.
Cxema npuroToBjenns o6pasuoe cpasienns Ne 1—9 mnpusefena B Taba. 6.

Hasecky 0,050 r anaansupyemoro obpasua kpynuoctbio 0,074 mm
1 0,100 r G6ydepHoii cMecH THIATENTbHO HCTHPAIOT B CTyNKe ¢ pobasJe-
HHeM cnupta. [TosydeHHOI CMeChbl0O HANOJHSAIOT OTBEPCTHA HeThipex

Ta6aunga 6

Cxema NpHroTOBJEHHA 00Pa3uoOB CPABHEHHUS
(Hncrpykuns HCAM Ne 106-C)

Coaepwanite, %

Obpasunt !

CcpasHenis Cocras Hasecka, r Co, Ni Ti0, V,0,, Cr.04

Ne 1 HOC 3 1,0 1,666
OcHoBa 6

Ne 2 Ne 1 3 0,333 0,655
OcHoBa 6

Ne 3 Ne 2 3 0,111 0,185
QOcHoBa 6

Ne 4 Ne 3 3 0,037 0,062
OcHoBa 6

Ne 5 Ne 4 3 0,0123 0,0206
OcHoBa 6

o 6 Ne 5 3 0,00615 0,0103
OcHoBa 3

Ne 7 Ne 6 3 0,0031 0,00515
OcHoBa 3

Ne 8 Ne 7 3 0,001 0,0017
OcHoBa 6

Ne 9 Ne 8 3 0,00051 0,00086
OcHoBa 3

IHJAHHAPHYECKHX YTOJBHLIX 3JeKTPOL0B, HMEIOIHX CJIeAyIOUine pasMe-
PHI: BHELIHHH JHaMeTp 3 MM, JHaMeTp BLICBEpJeHHOro kaHamaa 1,5 mw,
ray6una kanajia 8 MM, aauna obrtouennoit uactn 12 mwm. IloBepxnoctsb
CMeCH, 3aMOoJHAKILeH OTBEePCTHA 3JEKTPOAOB, CMayHBAalOT PAacTBOPOM
KyndepoHa u 37eKTpoabpl npocyunsamot B Tedenue 20—30 wmun mox
3JeKTPHYECKOI JlaMMoii.

JBa siekTposa ycTaHaBIHBAIOT B AYroBoil mratus. Bo nalexanue
pa3OpHI3rHBaHusl NMPOOLL NPH HCHAPEHHH 3JEKTPOAbl CMBIKAIOT U Aep-
JKaT B COMKHYTOM COCTOSIHHH B TeueHHe 20 c mpu cuie toka 7—8 A.
3arteM 3/J1eKTPOALl PA3BOAAT HA PACCTOAHHE 3 MM, NOBBIIAKT CHAY TO-
Ka 10 20 A H 3KCMOHHPYIOT CIHEKTP [0 INOJHOrO BHIrOpaHus mpobbl
(2—3 mun). Jyrosoil npoMeKyTOK, paBHHIl 3 MM, BO BpeMsi ropeHus
JIYTH TOAJEPKHBAIOT MOCTOAHHBIM.
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Kazxabit ananusupyemsblii obpasew u obpaseil cpaBHenus ¢ortorpa-
@pHPYIOT ABAKBL.

; QotovMetpupyloT Boibpanuble aHaJlHTHYECKHe JHHHH (Taba. 7) n

| 1o pesyabTaTaM (OTOMETPHPOBAHHS HAXOAAT PA3HOCTb IOYEPHEHHIT

(AS) JuHMH THTaHa M JHHHH ckaHans. 3Hauenus AS nJas napaJsiens-

 HBIX 3KCTO3HUHA yCPeAHSAIOT.
TaGaunna 7
AHAJNTHUECKHE JIMHHH THTAHA
Memaomue 31eMeHTH
1 AHaanTHYECK A% on":;:::::ux KonTpoasnas
i congp:«aunﬂ. % Junns, BM Coaepxanime, % i

Ti 11 307,297 0,002—0,02 Mn 307,313 0,1 Mn 304,334
HI 307,288 0,05 Hi 297,588
U-307.278 1,0 U 283,772
Ti 1 295,613 0,02—0,5 Mn 295,610 0,05 Mn 304,456
Mo 295,606 0,2 Mo 271,074
U 295,606 0,1 U 295,509
Ti 11 302,973 0,05—2,0 Mn 302,969 1,0 Mn 304,457

Fe 303,015 20,0 —
Ti T 310,680 0,6—5,0 Mn 310,674 5.0 Mn 290,240
Th 310,669 0:2 Th 297,148

Ti 1 311,248 1,0—7,5 —_ i, —
Sc 1 303,077 Jlunns cpas- U 303,083 1,0 U 310,869

HEHHS

C nomombio 06pasios CpaBHEHHS CTPOAT rpajyHPOBOUHHIL rpaduk
B koopaurarax [AS; lg C], rne C—conepxaune TiO; B ofpasuax
cpasnenud. [lo rpagynposounomy rpaduky Haxoasit cogepxaunue TiO
B npode. ,

7.2.2. KBanToMeTpHYeCcKOe ONpeleJeHne THTAHA

Meronnka pekomeHnjoBaHa A5 ONpeIeJCHHS THTAHA B CHJIHKAT-
'HBIX H3BEPIKEHHBIX TOPHBIX mnopoaax npu coaepxanun 0,05—1,0 %
TiO,. Metoanka 3akaiouaercss B HCTapeHHH aHaJu3npyemoii npobwl B
3JIEKTPHYCCKOI JyTe nepeMeHHOro TOKa, B KOTOPYIO 1po6y BBOAST CIO-
€O6OM BO3AYIIHOTO AYTLS, H B H3MEPEHHH HHTEHCHBHOCTH CHEKTPAlb-
HBIX JHHAH QOTO3JEKTPHUECKHM METOA0M C HCMOJb30BAHHEM KBAHTO-
metpa (Mucrpykuns HCAM Ne 168-C [27]).

 Jlasi cBeneHHsl K MHHHMYMY BJMSIHHS cOCTaBa NpoGbl Ha pe3y.bTa-
‘Thl aHA/H33a H MOBHIIEHHSI TOYHOCTH ONpe/leneHnil HCXOAHYIO HABECKY
‘pasbasasior 6y(epHoii cMechlo H3 KapOoHaTa HATPHS, AHOKCHAA KPeM-
Hust 1 rpapurosoro nopowka. CMmecH aHaausupyembix npo6 u oGpas-
LOB cpaBHeHnsi ¢ OydepoM BBOASAT B AYrOBOH pa3spsij ¢ NOMOLIbIO an-
napata YCA-5, M0/1epHH3HPOBAHHOrO NPHMEHHTEJBHO K KOJIHYECTBEH-
HOMY aHaJH3y.
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Ananus BeayT crnoco6oM Tpex 3TaJOHOB MO OTHOCHTEJIBHON HHTEH-
CHBHOCTH CHEKTPaJbHbIX JHHHIA. DJ€MEHTOM CPaBHEHHS CJAYHKHT Melb.
Anaanrtnyeckne rpaduki crposrT no obpasuaMm cpaBHEHHS, HMHTHPYIO-
LHM 110 COCTaBY TPAHHT, H KOPPEKTHPYIOT HX NO CTAHLAPTHBIM 06pa3-
11aM COCTaBa.

[To onuceiBaemoii mMeroanke moryt Gwith onpepedensl Co, Ni, Cr,
V, Mn, Fe (o6wee), Ga, Sr, Be, Sn, Sc.

Peaktueet. 1. Bydepnas cmech. Tmarteasio cmemmsaor 1,0 ¢ CuO, 20,0 r
NazCO,, 60,0 r SiOs, 119 r yroasHoro mopoumxa.

2. OcHoBa ans npuroTtoBaenus o6Gpasnos cpashenns. 2,0 r CaO, 1,0 r MgO,
5,0 r NasCO;, 50 r K,COy, 15 r AlO; 1 72 r SiOs. Cmech NMpoKamHBAlOT B Teue-
HHe 2 u B Mmydeasrofi meun npu 1200 °C. Ilo oxna){IEHHH HCTHPAIOT CMECh 10
0,074 mm. ITosyuennas cMech umeer npuGansuTesabHuii cocras: 74,5 % SiO, 15,5 %.
Al,Oy 2,1 % CaO, 1,0 % MgO, 3,1 % Na.0, 3,5 % K.O.

Cxema npuroTtoBieHus o6pa3loB cpaBHEHHs mpHBeJeHa B Taba. 8.

Hagsecky 0,03 r ananusnpyemoro oGpasua kpynHoctsio 0,074 mm
n 0,06 r 6ydeproii cmecn nomemaior B hapdoposuiil THreqb H mepe-
MEIIHBAIOT C MOMOIIBI0 CMECHTead B TeueHHe | MHUH. I'Iepe,:l Hcnape-
HHEeM MpPHTOTOBJIEHHBIE CMeCH MpPOCYIIHBAIOT B CYUIHJIBHOM WIKady B
reuerne 15 mun npu 1056—110 °C.

AnanusupyeMyio cMech BBICHIIAIOT Ha JIEHTY TpaHCMoOpTepa, pac-
npejessas pPaBHOMEPHO IO BCeit JUTHHEe, H BKJIIOYalOT KBaHTOMETp
APC-36 (knonka «nyck»). B aBroMaTHuyecKOM pexXuMe HAYT OOKHT,
3IKCINO3HIHKS, onpoc Kanauaos. I1pu onpoce xanamnos ¢ Taéa0 nudposoro
BOJBTMETpPA MOC/JeJ0BATEIbHO AJS1 KaXKA0ro ONpeleaseMoro sJeMeHTa
CHHMAIOT NOKa3aHHe N, MPONOPLUHOHAJbHOE JorapuMy OTHOCHTEJbHOIT

HHTEHCHBHOCTH: n=BlgI—, rae I u Joc — HUHTEHCHBHOCTH CIHEKT-
0,C,

paNibHBIX JIMHHH COOTBETCTBEHHO ONpeAeasieMOro sjeMmenTa M ofpasua
cpaBHeHHsi (Meau); B — koHCTaHTa. 3Ha4yeHHs N 3aNHCHIBAIOTCH HJH
aBTOMAaTHYeCKH Teyataiorcst Ha nepdogenty. [1pobsl sKcnORHPYIOT ABa
pasa nmoApsj, AaHHblE YCPeIHSIOT.

3HavyeHns n AJas o6pasiuoB CpPaBHEHHS H CTaHAapTHBHIX 06pas3iloB,
MOJYYeHHBIE 32 HECKOJNbKO AHeill paboTel KBaHToMerpa (moapsn Jiobbe
2—4 nua pabornl Ha nporsmenun 15—30 aueit), ycepepunsior®. Ilo
3THM JAHHBIM CTPOSIT TpPajVHPOBOYHble TrpaHKH B KOOpPAHHATaX
[n; 1g C], rne C— coxepxkaHue 3JeMeHTa B 00pasuax CpaBHEHHSA.
IJisi THTaHa Ha Ty JKe KOOPJAHHATHYIO CeTKY HAHOCSIT TOYKH MO CTaH-
aaptHeiM oGpasuam cocrtaBa H cTposT BTOpoil rpaduk. Ecam Touek
MaJo, rpadHK MpoBOAAT mapajjeabHo mepBoMy. Haxoasar, kakum co-
nepxkaHusmM Ha rpacduke, nocrpoerHoM no COC, cooTBeTcTBYIOT cO-
JepiKaHHfA, 10 KOTOPHIM IOCTPOEH NEPBLI rpaHK, H ITH COJeprKaHHsT
YCJOBHO MPHHHMAIOT 3a COjlepiKaHus 3JeMeHTa B obpasiax cpaBHe-
Husi. B paapHeiimewm rpagiynpoBouHble rpaduKH CTPOAT 1O 3THM YCJOB-
HBIM COJepKaHHsM 37eMeHTa B o0pasile CpaBHEHHsi H 1O HHM ompe-
LeISIOT coJepKalue THTaHa B npobax.

* Vepeanenuslie 3HaueHHs He AOMIKHHL pasandathes Gonee uem Ha 0,03, kpome
npeieJabHo MajbiX CoAepxaHHii. B mpoTHBHOM caydae pesyabTatel anaauza Gpaky-
10T H BHIAICHAIOT NPHYHHBL HecTaOHABLHOCTH PaGOTH YCTAHOBKH.
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Cxema npurotoBieHus 06pa3uoB cpaBHEHHS
(Hucrpykuus HCAM Ne 168-C)

Ta6auwa 8

g

Odpa3usl cpaBHeHnn Cocran Harecga, r

A TiO, 0,835
(10 % Ti, V, Cr, Mn, Co, Ni) ) V205 0,890
Cl’an 0,730

MnS 0,790

Co205 0,500

NiO3 0,705

OcHoBa 0,550

b SrCO; 0,840
(10 % Sr, Ba) BaCOs, 0,715
OcHoBa 3,445

B BeO 0,278

(1% Be, Se, Cu, Ga, Sn) Scy04 0,153
CuO 0,125

Claan 0,134

Sn0, 0,127

OcnoBa 9,183

Ne 1 A 1,00
(1% Ti, V, Cr, Mn, Co, Ni, Sr, Ba) b 1,00
Ocuosa 8,00

Ne 2 Ne 1 3,00
(0,3 % Ti, V, Cr, Mn, Co, Ni, Sr, Ba) OcHoBa 7,00
Ne 3* Ne 1 1,00
(0,1 %) B 1,00
OcHosa 8,00

Ne 4 Ne 3 3,00
(0,03 %) * Ocnosa 7,00
5 Ne 4 3,333
(0,01 %) * Ocnosa 6,667
o 6 Ne b 3,00
(0,003 %) * OcHoBa 7,00
Ne 7 Ne 6 3.333
(0,001 %) * Ocnosa 6,667
Ne 8 Ne 7 3,00
(0,0003 %) * OcHoBa 7,00

* Nlaa ofpasmos 3—8 B ckoGKax YyrasaHo copepxkaune Ti, V, Cr, Mn, Co, Ni, Sr, Ba,
Be, Sc, Cu, Ga, Sn.
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Paboraior no aHaautHyeckum JauHusm tutana Ti 1 372,98 u menn
(snementa cpaphenns) Cu 1 282,44, Memaiomue 3jMeMeHTH OTCYT-
CTBYIOT.

7.2.3. AtomHo-aGcopOUHOHHOE ONMpee/ieHHe THTAHA

[Tpn aToMu3auun B nJaaMeHH THTAH CKJIOHEH 06pa3oBLIBATH TPYAHO-
AuccouMHpylole coefHenust (3Heprus auccouunauuun Ti0 6,8 3B),
MOITOMY [JIsi €ro OonpeJeleHHss HCIOJAb3YIOT BBICOKOTEMIIEPATYPHOE
mjaaMms, NpeinoyTeHHe oTAaeTcs naaMenn okcHi asora (I)— auernnen,
000ralleHHOMY aleTHIeHOM.

Cnektp TtHTaHa Gorat aGcopOuHOHHBIMH JHHHAMH. s aHaausa
MOTYT HCTOJb30BaThCA HanbGogee 4YyBCTBHTEAbHBIE JuHHH 364,3
365,4 um. O6biyHO paboTalOT MO MEPBOH, TAK KaK MPH 3TOM CNEKTpatb-
Hafd WHpPHHA lleau Moxer jgoctHrath 0,75 um (npu paGorte mo JIHHHH
turana 3654 um — 0,25 um). Ilpexen oOGnapy:Kenus cocraBiasier
0,4 mxr/ma [31].

Cepnasi KHCJOTa NPH KOHUEHTpaunu Mexee 2M cierka nosbiliaer
aTOMHOe TMOrJOlLleHHe THTaHa, YTo cBA3aHO ¢ Gojee GLICTPOH AHCCO-
HauHed B MJaMeHH cyab(ata THTaHA MO CPABHEHHIO C OKCHIOM.
A30THAsi KHCJIOTa HECKOJbKO CHHXKAeT morJjolleHue, crnocoberBys o0-
pasoBaHHIO MOHOOKCH/IA THTaHa. PTopHcTOBOZOpOAHAsA KHC/I0TA, 00-
pasysi ¢ THTAHOM JIErKOAHCCOLHHPYIOUIHE KOMILIEKCH, YCHJIHBaeT al-
copOuHIo,

MeToanKa peKkOMeH/0BaHa AJis ONpeje/ieHHs COAepiKaHHs THTaHa
B CHJAHKATHBIX TOPHBIX mopoaax H Gokcurax npu comepxanun 0,2—
5,0 % TiO,.

B ocHoBe MeToxa JIEKHT H3MepeHHe aTOMHOrO MOTJIOUEHHSI Pe3o-
HAHCHOrO M3JIVYeHHsl THTaHA ero HefiTpanbHbIMH atomamu, oGpasyio-
UIHMHCSA B Npollecce aTOMH3AINH MPH PAclblJIeHHH PacTBOpa, MOJyYeH-
HOTO 10, pa3JiozKeHuH Npobk, B MJaMEHH OKCHA a3orta | — auernjen,
oborallleHHoM TopiounM («KpacHas KopoHa» BwicoToit 3—4 cm) [31].
HcTounnkoM pe3oHaHCHOTO H3JVYEHHS CJAYIKAT CHEKTPajbHbie JaMbl
C MoJabM KaTojoM. Pekomenayercs ropeska ¢ npoduiaupyioluleii Haca-
KO, Tak Kak mnpu paGore ¢ O0OBLIYHOH ITOCKOH ropenkoit BAOJB
ee [leJH OTJaraercss YrJaepoj, 4TO H3MeHseT XapaKTepPHCTHKY Ijia-
MEeHH.

Ha crenenb morJiolleHusi B 3HAYHTETbHOH Mepe B/IMAET COCTAB
anaansnpyemoro pacrsopa. CoseBoii cocTaB aHaJH3HPYEMBIX H CTaH-
JAapTHBIX PACTBOPOB YPAaBHHBAIOT MO COAEPKAHHIO OCHOBHBIX KOMIIO-
HEeHTOB (AJsi COXpAaHEHHs OJAMHAKOBOH BA3KOCTH, MOBEPXHOCTHOTO Ha-
TAMHEHHs H Ap.), BBOAHMBIX NPH NOAroToBKe npodul. B nurepsase KOH-
HenTpaunii coasHoi Kucaors ot 0,5 10 1M atomuas abGcopOuusi TH-
TaHa MaJo 3aBHCHT OT KHCJOTHOCTH pactBopa. 0,7M coasHOKHCAbIE
PacTBOPHI K TOMY e 00ecneynBaloT yCTOHYHBOCTb B PACTBOPE KpeMHe-
KHeanoThl. Beenenne B anaausupyemuiii pacrsop 1 % nanrana u 0,1—
0,3 % wHaTpusi ycTpaHAeT BJAHAHHE COCTaBa MPH aHaJH3e CHIHKATHBIX
FOPHBIX MOPOLL.
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XapakTepHcTHYECKas KOHLEHTpauus coorBercTBYeT 1,9 MKr/ma
Ti. Jlumeiinocts rpaayupoBouHoro rpaduka  coxpamsercs 0
200 mkr/ma Ti.

[Tpr ucnosb3oBaHHM METOAMKH ISl KaK/JAof MOJAeNH aToMHO-ab-
COpPOIHOHHOrO CIEKTpPO(OTOMETpa YTOYHSIOT YCJAOBHA ATOMH3ALHH H
OCTATOYHOE BJIHAHHE MellaloUnX 3JeMeHTOR TnocJe BBedeHHA 100aBOK
(s1anTaHa, HATPUA) .

Peaxruen. 1. Pacmop ('bOHa JJS VPaBHHBaHHA COJIEBOTO COCTaBa aHaJH3HpYe-
MBIX H CTaHlapTHuX pactBopoB. Hasecky 15 r cmecn coam u O6ypw (2:1) nome-
aKwT B CTakaH, MNpPpHAHBAIOT 70 ma BOAbI, 'Haxpusa:o'r CTEKJOM H nOCTeneHHo, nmop-
uuaMu gobasasior 40 ma HCI (1:1), PactBop mepenocsit B MepHyi KoJ06y Bme-
crumocteio 1 a1, npuanBaior 120 ma To#l Ke KHCJOTH, AOJHBAIOT A0 METKH BOLOH.
IMoayuennsiit 0,7M no HCI pacrsop comepmur 8 Ima 5,4 Mr HaTpHs.

2, Pacrsop (oHa Ajs TPHrOTOBJEHHH IIKAJBEl CTAHJAPTHBEIX PACTBOPOB H AJA
JAOMOJNHATENLHOr0 pasbaBieHHs aHaJH3HPYEMBIX pacTBOPOB. 7,5 r cMecH coiasl H
Gypol (2:1) nomewaior B crakad, npuausaor 50 MJ BO/B, NOKPHBAKOT CTEKJIOM
H InocTemenno, nopuuamu xoGaeasior 20 ma HCI (1:1). PactBop mnepeBoast B
MepHyl0 Koaly BmectHmocThio 1| g, mpuausaior 110 wma Toit ke xkucaors, 100 ma
10 %-Horo pactBopa JaHTaHa, JAOJHBAIOT A0 MeTKH Bojof. Ilonyuennslit pacrsop
0,7M no HCI coaepxut 10 Mr nanrasa u 2,7 Mr HaTpusa B 1 MJL

Pasnoxkenne HaBeCKH OCYILLECTBJAAIOT AByMa Mertoxamu. 1. Hasecky
0,1 r cnnaBasiior ¢ 1,5 r cmecu coanl u Gypel (2:1) B Teyenne 10—
20 mun npu 900 °C. IMnas Beitenauusaior 30 M ropsayeil BOAB MpH
nepemeunsanuu, pobasasitor 16 ma HCL (1:1). Pacrsop mepenocat
B MepHYI0 K06y BMectumocTbio 100 MJI, 10JHBAIOT 10 MeTKH BOJLOH.
2. Hasecky 0,1—0,5 r pasaarator cmecbio 10—20 ma 40 %-noit HF,
1—2 HNO; (1,4) u 10 ma HySO4 (1:1). Ocratok pacTBOpAOT B
12 ma HCl (1:1), pacrBop nepeBoisitr B MepHYI Ko0J0y BMecTHMO-
crbio 100 M/, 1OMHBAIOT 10 METKH BOJOI.

5—10 MJ1 NOAYy4eHHOTO pacTBOpa MOMENIAIOT B MEPHYIO KOAGY BMe-
ctuMocTbio 25 ma. Ecan pactsop nmoayven no sapuanty 1, go6asasior
pactBop ¢oxa xo obbema 12,5 ma; ecaw mo BapHaHTY 2, NPHJAHBAIOT
12,5 M1 pactBopa (oHa He3aBHCHMO OT oObEeMa aJHKBOTHOH YacTH.
Hob6asasior mo 2,5 ma 10 %-Horo pacrsopa JaHTaHa, AOJAHBAIOT 10
metku 0,7M HCI.

Msmepsitor abeopbunio cnocobamMn rpaiyHpoBOUHOro rpaduka Hin
OTPaHUYHBAIOUIHX PACTBOPOB.

lllkana craufapTHEIX PacTBOPOB COCTOMT H3 PACTBOPOB C KOHIEHT-
paunsimu TiOp 50; 40; 20; 10; 4; 2; 1; 0,5 u 0,25 MKr/ma1, cofepikautix
yerbipexkpatHoe KoandectBo SiOs n AlOs, pasnoe xonnuectso Fe,Os,
2/5 CaO u MgO n 1/5 MnO, a rakxke 10 Mr nantana u 2,7 Mr HaTpus
B 1 ma. Kucnornoers pacrsopos 0,7M no HCI. Cousesoii -coctas ypas-
HHBAaeTCs BBe/JleHHeM (POHOBOTrO pacTBopa (peakThB 1) B HCXOAHEIA pa-
CTBOp M JajbHefiwnm pasbasieHHeM (OHOBHIM PacTBOPOM /LISt MPH-
FOTOBJ/ICHH IIKA/Tbl CTAHAAPTOB (peakTHs 2).

7.3. PeHTreHocnekTpaabHBIH MeTO],
onpejeNeHHss TUTaHa

Meroauka nossoaser onperenstb TiOp; B cHAMKATHBIX NMOPOAAX H
Gokenrax npu cogepxkanun 0,03—10 %. B ocHOBe JeKHT 3aBHCHMOCTD
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HHTEHCHBHOCTH (D/JIyOPECUEHTHOro (XapaKTepHCTHYECKOTr0) H3JydYeHHS
4ATOMOB THTaHA OT €ro cojlep:KaHHf B aHAJH3MPYeMOM MaTepHaJe. B
KayecTBe AaHaJUTHYeCKOH HCNOb3yloT K,-THHHIO THTaHA ¢ JJIHHOIL
BosHE 0,275 um [5]. Bos3OymxaeHne aTOMOB THTaHA NPOH3BOAAT Nep-
BHYHBIM NMYYKOM PEHTreHOBCKHX Jyyeil, HCTOUHHKOM KOTOPHIX CJYKaT
PEHTreHOBCKHe TPyOKH ¢ aHOAAMH M3 NaJjuiajus, POAHS HJIH XpoMa.

HesbicOKOe 3HaueHHe 3HEPrHH (JYOPECUEeHIHH THTaHa NpelbsB-
Jsier ocoOble TpeGoBaHHA K NPHMEHSEeMOH anmapaTtype, KOTopas J0J-
’KHa OBITH BAKYYMHOH, K noaroroBke npo0Ool. [locaenuss pomkua GbTh
JIMIIEeHA KPHCTAJIHYECKOH CTPYKTYPBI, TOMOreHHA 110 XHMHYECKOMY Co-
CTaBy H pPasMepy COCTaBJSIOIHX YACTHLL.

Tutau onpejiejsior B X0Je NOJHOIO CHJAHKATHOrO aHalH3a C INpH-
MEHEeHHeM MHOrOKaHaJbHBIX PEHTIeHOBCKHX CHEKTPOMETPOB THIA
CPM-1, CPM-18, CPM-20, KP®-11, B peayabrare KOTOPOrO ycTaHaB-
JHUBAIOT COJAep:KaHHe mopogoobpasyiomux okcuaos. IloaroroBka mnpo-
6Bl K aHaJH3y 3aK/Ii04aeTcs B CIJABJEHHH HaBeckH ¢ TerpabopaTom
JuTHA (cooTHOLIeHHe mpoObn M naaBHA oT 1:2 go 1:8) u usrorosJe-
HHH HENOCPeJCTBEHHO H3 TJaBa BTOPHYHOTO H3JydaTe/sl — CTEKJIOBHI-
HOro JHCKAa WJH IOc/Je ero HCTHPaHHs IpeccoBaHHOM TabJeTKH.

Pacuer cosepzxaunuit Beayr cnoco6om ¢yHiaMenTaJbHBIX NMapaMer-
POB, HCNOJNB3yA B Kayectse 00pa3loB cpaBHeHHs CTaHAapTHBIe o0pas-
1Bl COCTABA HJH KOHTPOJbHBIE NPOOHI, OJH3KHE IO COCTABY K aHaJH3H-
PYEMBIM.

8. BAHAJLUH

Cojnep:kaHue BaHajaua B 3eMHoil kKope ouenuBaerca 0,009 %, mo
HAXOJHTCS OH NpPEHMYLIeCTBEHHO B paccesiHHOM cocTtosHuH. IIpn mar-
matuyeckux npoueccax Banaauit (I1I) samemaer wonst Al*+ u Fedt,
HaKallJHBasch B aJIOMOCHJIHKaTaXx M THTaHOMarmerurax. B mnoepx-
HOCTHBIX CJI0IX OH OKHcasietcst 10 Banajaus (V), KOHUEHTPHPYSICh B
30He OKHCJEHHS] PYAHEIX MeCTOpOXaeHHi. XapaxkrepHa CBsi3b BaHa-
JIMA C OPraHWYeCKHMH BelleCTBAMH: €ro HaxoJaT B He(TH, acdaabre,
6uTyMe, TOPIOYHX CJIaHLAX, yrJe. Hlyurur copepmxur go 1 % Banaaus.
B THTaHOMArHeTHTOBHIX pyAax cojep:aHue BaHaaus gocruraer 1 %,
B ocazoynsix 0,1 9%. Bauaamii mpHCYTCTBYeT B OKHCJEHHBIX MeIHO-
CBHHILOBO-IIHHKOBBIX pyaax, 6okcurax, ¢ocdopurax. Mopckas Bojaa co-
AepxuT okoso 0,3 r Bavagus B 1000 M3,

HssectHo Gosee 60 munepasioB BaHa/Ks; BaKHeilllHe M3 HUX —
TMAaTPOHHT, HMelomHi cocraB or VSz; a0 VeSs,  MorrpaMmur
PbCu[VOy] (OH), Banagunur Pbs[VO,]sCl, cyasBanrr CusVS,, Tios-
mynutr Ca(UO;)5[VO,],-8H,0, kaprotut Ki(UO;)2[V:0s] - 3H:0,
pockoanut KV;[AlSiz0] (OH, F)s.

[TpombllseHHBIM HCTOYHHKOM BaHAAHs CAYXKAT THTAHOMATHETHTO-
BBIE I OCaJlOUHbIE J<ese3Hkle py/bl, NATPOHHTOBHEE, POCKOHTOBEIE pY-
JBbl, KADHOTHTHI, H3 KOTOPHIX BaHA/lMH H3BJEKAlOT MONYTHO C YPaHOM,
OKHCJ/ICHHBIEe ME/IHO-CBHHIOBO-IIHHKOBBIE pyabl. Kak noGounsiii npoayKT
BaHaJuii noayyaior npu nepepaborke ¢ochoputos, GOKCHTOB.
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Banajauit — xumMuYeckHit 37eMeHT NOOOYHOH mMOArpynmbl NATOM
rpynnsl mepuoandeckoii cucremnl JI. M. Menneneera. Otnocutess K
flepBOMY pPALY NepeXoAHbIX 3aemeHToB. Ero mopsiikosblit momep 23,
aTtomHas macca 50,94.

ITpupoanblii BaHaiHi COCTOHT M3 ABYX H3oTomoB: *'V (99,75 %) u
S0V (0,25 %). IMocaenunit caabopaauoakrusen (Ti2=10" 1er).

Ilpn obayueHnH MaTepHasa, cojepiallero BaHaAHil, PEHTTeHOB-
CKHMH Jy4aMH HJIH BO3J€HCTBHH 3JIEKTPOHOB BLICOKOH 3HEPrHH BO3HH-
KaeT peHTreHoBCcKoe HaayueHHe K, L-cepuii aTroma Banaans. [las peHt-
TeHOCNEeKTPaJbHOrO OMpeeeHnst BAHAHA HCNOJb3yeTCs JHHHSA ¢ AJH-
Hoii BoaHE 0,2505 HM.

Kondurypauns BHEIIHHX 3JeKTPOHOB atoMa BaHaaus 3d’4s%. Owm
HMeeT JBa 3JeKTpoHa Ha S-opOHTaaM BHellHell 000JOYKH W TPH 3JeK-
TpoHa Ha d opOutanu caexnyiouleil. [Totepst 1ByX BHEIIHHX 3JeKTPOHOB
NPHBOAHT K OOpas3oBaHHI0 HOHA B CTeNeHH okucaenus 2. Jas Ba-
Halusl M3BECTeH TaKikKe PsJ APYrUX CTeneHeil OKHCJCHHS, CBSA3aHHBIX
C ToTepeil MM COBMECTHBIM HCMOJb30BaHHEM 3JIeKTPOHOB d-opGuTtaseii
HapsAly ¢ YKa3aHHBIMH S-3jleKTpoHaMmu. Bauaawii obGpasyer coejiume-
HHS CO cTenmeHsMH oKHcaeHHs 2, +3, +4 u +5. Ilpu atom pas uero
XapakTepHa YCTONYHBOCTH COEIHHEHHH, COOTBETCTBYIOMHUX Oojee BHI-
COKHM CTelleHSM OKHCJEHHs. DHePrHH HOHH3auuu B pany VO—Vi—
> V2V VH5 V5 coorsercrayior 6,71; 14,1; 26,4; 48,4; 64,4 3B.

B psgy neryuecTH cBOGOJAHBIX 37eMEHTOB B YroJbHOl JAyre BaHa-
ZAuil pacnoJiozKeH MeXAy XpOMOM H 3JeMeHTaMH Ipynnsl keaesa. Ok-
cux BaHaausa (V) BoccTaHaBJAWBaeTcss B YroJbHOH Jyre cHayanaa /10
MeHee JICTYYHX HHBIIHX OKCHJOB, 3aTeM A0 Merajia, obpasylouero
masoderyunii kap6ung VC. Cnexktp Bananus 6orart JHHHSAMH, HaX01s-
IHMHCA B YJabTpauoeTOBOil H BHAUMOI objacTsax cnektpa. Anajn-
THYeckHe JuHHH 318,54; 318,40; 318,34 u 437,92 um nossasoTes B
cneKTpe mpH cojepxkanuu BaHaaus okosao 0,0003 %. OrtaocureabHas
HHTEHCHBHOCTb JYTOBBIX H HCKPOBBHIX JHHHMH BaHaaHA B CHJBHOH Mepe
3aBHCHT OT Temmepatypw ayru [14, 37].

IIpu pacnbuieHHH B nuIaMeHH BaHaauii oGpasyeT TPYAHOAHCCOLIH-
pymolline COeJMHEHNS, O3TOMY OnpeleeHHe ero MeTooM aToMHoi ab-
COpOLHOMETPHH BO3MOXKHO C NPHUMEHEHHEeM BLICOKOTEMIEepaTVpHOro
nnamenn. Ilpenen oGHapyeHHs npH pacHblIeHHH BOAHBIX PacTBOPOB
COCTABJSIET COTHIE NOJH npoueHrta. /las cHIDKenns npenena obGHapyxe-
HuUs NpHGEraloT K KCTPAKIHOHHOMY KOHUEGHTPHPOBAHHIO.

Coenunennst sanaaus (1) u samagus (1II) meycrofiunser. [Mpak-
THYECKOE 3HAYEHHE UMEIOT COeLHHEeHHs! ero BLICUIHX cTeneHell okucie-
Hug (44 n +5). B cocroannn BeiCcIIell CTeneHH OKHCaeHHs BaHa nil
MO CBOMCTBAM HECKOJbKO HAMOMHHAET 3JeMeHTHl TJIABHOH MOArpyNnbl
nAToi rpynnsl nepHoaunyeckoit cucremsl . M. Mengeneesa saeMen-
TOB — rpynnsl (ocopa.

Oxcun Banaausa (IV) amdorepen, Jerko pacrBopsieTcss B KHCJAOTax
il megouax. B cnibHOIIENIOYHBIX pacTBOpax o0pasyercsi HOH BaHaaHTa
VO,*~. Ilpu pacrBopeHnH B KHCJOTaXx — KaTHOH BaHaamaa VO?'. 3a
HCKJIIOUEHHEeM HecKOoJAbKUX coefuneduii tuma VCly, XuMHus BaHaaun
(IV)— 310 xuMusi coepnnennii okcopanagus (Banaauna). OHu comxep-
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wat rpynny VO, ocraoulyiocs HeH3MeHHOl B Xoje XHMHYECKHX peak-
unit. Coeaunenusi, copepxamue VO, HMeOT KOOPAWHAUHOHHBIE YHC-
aa 5 umau 6. Axso-won [VO(H;0)s5]*" obaanaer roayGbiM UBETOM.
[Tpu pH wmenbirem 2 pacTBOPH BaHa/JH/1a YCTOHUMBBI daze NMPH KHIIf-
UeHHH.

[Tox ngefictBHeM eAKOro HaTpa BBIAEJAETCS  CepOBATO-Oeblil
o0beMHCTHIl ocanok rujapatupoBanHoro oxcuaa Vp;0z(OH),-5H,0.
[Tocaeanuit pactBopsaercss B H30ObiTKe 11e104H ¢ 06pa30BaHHEM HHTEH-
CHBHO OKpalleHHoro B Oyphifi  LBeT pacTBOpa rHIOBaHAA4aTOB
N32V205 H Naz\’409.

Coenunenns Banagus (V) merko oxkucasiiores a0 coeauHeniil Ba-
Haaus (V); ouu, ocobeHHo coin BaHaAuaa, UrpaloT BamHYIO pPoJib B
aHaautHdeckoit xumun. Oxucauts coeaunenus sanaius (IV) no Ba-

Haaus (V) MOXKHO nepmaHraHatoM HJIH OGHXpPOMAaTOM Kauus, GPOMHOIL
BOJ10¥1.

Oxcna Banaaus (V) npeacrasasier coGoil NOPOIIOK OT OpaHKeBO-
JKeJITOro 10 KOPHYHEBO-KPAaCHOro 1BeTa. DTO KHCJAOTHbIH OKCH[, Jerko
pacTBopsieTcsl B liesouyax ¢ 00paszoBaHHeM BaHaAaToOB, OJHAKO MOMKET
pacTBOpSIThCA H B KHCJAOTax. B Boje pacTBOpuM MaJo.

B cuapnomenounsix pacrsopax non VO4*— cKkioHeH K 0Opa3oBaHiio
AMMEpHBIX H TpuMepHbIX dopM. BanagaThl HMEOT A0CTaTOYHO BhIpa-
JKEHHBIl KHCJOTHBIH XapakTep ¢ HEe3HAYHTEJIbHLIMH NPH3HAKAMII aM-
(orepHocTH. B XHMHYECKOM OTHOWIEHHH OHH CXOAHBI C COEXHHEHHSIMH
xpoMa u THTaHa [16].

[Tpu pacrsopenun V:0s B KHejoTe Takxke o6pasyiorcss pacTBOPHI
caoxHOro cocrasa. Ilpeanosaraercs, 4To B 3aBHCHMOCTH OT KOHIEHT-
pauun Ht-uonos Banaauii naxoaurcss B Buae Karuonos VOot nw VO3,

Coeaunennst Banajus (V) — cuubible okucanrtean. ITpa pacrtsope-
HHH OKcHAaa BaHajansi (V) B coastHOil KHcJOTe BBHIAeasiercss xJop. Xa-
pPaKTepeH CpaBHHTENbHO Jerkui nepexox or BaHaans (V) k BaHaanio
(IV). Hopmaaphetit norenuunan cucremsl V (V)/V (1V) pasen 1,01 B.
Caa6bie BOCCTAHOBHTEIH — CEPOBOAOPOA, CepHHCTHI ras, xemreszo (I1),
HlaBeJgeBasi H BHHHAs KHCJOTHI, CIHPT BOcCTaHaBJaHBAIOT Banaiuii (V)
a0 Bauaaus (IV). Boccranossienne NpoHCXOAHT Takse NPH BbiiapHBa-
HHH COMIIHOKHC/IbIX pacTBOpoB Banazaus (V) u npu godasieHni nepox-
cHAa BoAOpoja K pactBopy Banaaua (V) B KOHLEHTPHPOBaHHON cep-
Holl KHesoTe. CHibHblE BOCCTAHOBHTEIH — METaJJIHYeCKHI IHHK H ero
aMaJbraMa BoCCTaHaBJauBaloT BaHajuil 10 Banaaus (II).

Coeannenns Banaius (V) 3aHHMaloT Belyllee MecTO B ero aHaji-
THYeCKO#i XuMHH. MHOrHe MeTOABl OmpejeseHHst OCHOBAaHbl HA cnocod-
HoctH BaHaaua (V) 00pasoBbIBATL TPYAHOPACTBOPHMBIE COEJHHEHNHH,
BOCCTAHABJUBATLCA A0 HHU3LIHUX CTeNeHeH OKHCJeHHS, AaBaTh KOMII-
JIeKCHBIE cOefiHHeHHs. BBuay Toro, 4to He Bce aHHOHHBIE (QOpMBI Ba-
Ha/JHsl OAMHAKOBO pPeaKIHOHHOCNOCOOHBI, MPH BHIIOJTHEHHH aHa/H3a
GosiblLioe 3HayeHue uMeer yeranoska pH pacreopa.

Banana'ru. 3a HCKJIYeHHeM coJed HaTpHA, KaJHA H MarHus, Ma.io-
pacTBOPUMBHL B c/laboKHC/AbIX, HEATPaJbHBIX H LIEJOYHBIX pacTBOpax.
Banajgat aMMOHHS NJOXO PacTBOPHM B BOJe.
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Banaauit (V) B KHcabix pacTBopax o6pasyer reTepomosuKHCAOTHE
CO MHOTHMH 3J1€MEHTAMH YeTBEPTOi, MATOH W LIECTOH TPyNm nepHoin-
4eCKoH cHeTeMbl 3jeMeHToB. B (oTomerpuueckom amHaam3e HCmodb-
3YIOT YCTOHYHBbBIE B LIHPOKOM HHTEpBaje KHCJOTHOCTH OKpalleHHble
dochoposonbdpamo- 1 dochopomoanbienoBanasnessle KHCJaOTH. Mx
AMMOHHITHbIE COJH OCaXKAalTCHd H3 PACTBOPOB, OJH3KHX K HeifiTpasb-
HBIM.

C nepokcuaom Bomopoaa eanaauii (V) B kucaoi cpexe (0,56—6M
MHHepa/JbHag KHCJA0TA) ofpasyer KeJlThle H KPacHO-Oypee NepokcHi-
Hble coenHeHHd. X cocras u cTpoeHHe 3aBHCAT OT KHMCJIOTHOCTH Da-
CcTBOpa H KOHHeHTpaumn peareHta. OKpacka NepOKCHAHOTO COelHHE-
HUA BaHaJAUs B OTVIHYHE OT MEPOKCHAHOrO COelHHeHHs THTaHa He obec-
1IBEYHBAETCH B NPHCYTCTBHH (PTOPHCTOBOLOPOAHONH KHeaoTh. Peakuns
HCNoJab30Bajiach A5 (hOTOMETPHUYECKOTO ONpelesieHHs BaHalHs.

AMMHAaK He ocaKjaeT BaHaJHil W3 pPacTBOPOB €ro COeIHHEHHI, HO'
B TIPHCYTCTBHH JIOCTATOYHOIO KOJHYECTBA aJIOMHHHA, JKeje3a WIH TH-
TAHA BaHaAHWil coocaxKaaercs C UX THAPOKCHIAMH, UYTO IHHPOKO HC-
MOJb3YETCst B dHAMH3e H UTO HeOOXOAHMO YUHTEIBATh.

Banaanii B3anmozeiicTBYeT CO MHOTHMH OPraHHYECKHMH peareHTa-
MH, NpPHMEHSIEeMbIMH JJ5 ero ocajeHHs H (OTOMETPHYECKOro ompe-
Aenenns. Muorie M3 opraHHYecKHX peareHTOB Ha BaHaJHH co/epiKar
azor. I1pu o6pazoBanuM KOMIJEKCHBIX cOeIMHEHHH, KaK MpaBH/o, BO3-
HUKAIOT FeTepolHK/E, B KOTOPHX KATHOHB BaHAAHA FABJSIOTCH AKIEI-
TOpaMH 3JeKTPOHHLIX Hap KHCJIOPOJAa M as3oTa.

B npucyrerBun GosbuinX KOJTHYECTB XpoMa, aJioMHHHS, Moau61e-
Ha, BoJb(pama, JKesle3a MHOTHe peareHThl He crelH(HYHbl A5 BaHa-
ausi. [puxoaures npuberath K cnocofaM OTAeNeHHs.

AnaanTHk BeTpeyaeTcss ¢ HeoOXOAHMOCTBIO ONpeXeJeHHS BechbMa
LIHPOKOTO JHanasoHa cojepzKaHuil BaHaIHA — JECSATKH NPOLEHTOB TpH
aHaJH3e MHHEpaJoB, JECATHIe IOJH MPOLEHTA M llejble MPOLUEHTH IpPH
aHajuse KejesnblXx pya H Ooxcuros. CojepiaHue BaHajiHsi B NOpo-
Jax cOoCTaB/sieT OT THICAYHBIX 10 AecaThX jpoJqeli nponenra. [las reo-
XHMHUYECKHX HCCJAeJ0BaHHil IpeacTaBJIsiOT HHTEpPec cojepiKaHus Ba-
Haaus 0,00n—0,000r % .

B 3aBHCHMOCTH OT TOCTABJEHHOH 3al1a4yl NMPHMEHAIOT pa3jHYHbLIE
MeTObl aHa/IH3a — cnekTporpaduuecknue H GoToMeTpHYCCKHE NMPH aHa-
JH3e TOPHBIX MOPOJA M Py, AJAs TOCJAeAHHX Tak:Ke aToMHO-aGcopl-
ILHOHHBIH H peHTreHopainoMeTpHyeckuii. Boratele pyasl H MHHepaJbl,
B KOTOPLIX COlepiKaHHe BaHains npeBbimiaer 5 %, HcCTeAyIOT TakkKe
THTPHMETPHYECKHMH METOAaMH, KOTOpHe HMeloT 0co0Yyio IeHHOCTh NP
HEOOXOZHMOCTH ONpeIeJCHHS CTENeHH OKHCJEHHsi BaHalMd.

8.1. XuMHYeCKHe MEeTOJ]bl OmpejeJeHusi BaHaAUs

8.1.1. Pasnioxenune BaHaauiicogep aunx nopomu,
PYA W MHHEpaJoB

BekphiTHe pya, MOPOA M MHHEpAJoB, cojAepiKallHX BaHaHii, ocy-
LIECTBASIOT Pa3JHYHBIMH METOJaMH B 3aBHCHMOCTH OT COCT4aBa Npob.
Bonsuminerso BaHaJlHEBBIX MHHE€paJoB JEerko pasjaraeTcs KHCJ0TaMH.
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Bauaanii mosHOCTBIO H3BJeKaeTcs MpH oOpaborke MaTepuaja cHayanja
COJsIHOM, a 3aTeM a3oTHON KucaoramH. HepacTBopuMbiit ocraTok
CTAaBJAAIOT ¢ KapOoHAaTOM HATpHA HAH 06pabaThiBaloT cMechio (TO-
PHCTOBOLOPOAHOH H CepHOH KHCJIOT.

UYanie BCKPHITHE NPOH3BOAAT chekanueM MM cmnasienuem. [lpu
AHAaJIH3e CHJIMKATHLIX IOPOL M MAarepHaloB ¢ BHICOKHM COAepKaHHeM
KPeMHHEBOIl KHCJIOTH PEKOMeH/lyercsi CeKaHHe O cMechlo Kapbouarta
HaTpHsl ¥ oKcuaa maruus (4:1). B pesyabTarte BhllleJauyHBaHUA CIeKa
.o6pasyercss HeGOJbIIOH NJIOTHBIH OCaJ0K HEpacTBOPHMOIO CHIAHKATA
Mmaruud. Jljas marHeruToB, GOKCHTOB M JADYTHX MAaTepPHAJOB C COJEp-
sKanueM Kpemuesema 70 30 Y HCIOJB3YIOT ClIaBJeHHe CO CMeChio Kap-
HGonara HaTpua H Oypul (2:1). IIpoObl ¢ HH3KHM cOJepiKaHHEM KpeM-
HeseMa CIJIABJAIOT ¢ KapOoOHATOM HATPHUA H CENHTPOMH, ¢ MepOKCHAOM
HaTpHs, cO cMechlo KapOonara u nepoxcuaa Hatpus (1:1). Cnaabie-
HHE ¢ nHpocyJab(aToM HATPUS NPHMeHSIOT IpH 06paboTKe Ocaikos, He
PasoKHBLUIMXCSA B pesy/bTaTe HCNOJb30BAHHSA BLILEH3JI0KEHHBIX CIIO-
c000B, WIH TepeBeleHHH B PACTBOP NMOJYTOPHLIX OKCHOB.

Crnioco6m otenenns Banaausa IV u Bamanus V or Memawmux HX
-QNpEIeJIEHHI0 3JIEMEHTOB HEJIOCTATOYHO ceJeKTHBHH. DBonee nHajgex-
HBEIE PE3YJbTATH NalOT crmocobbl paszielleHHst, DU KOTOPHX BaHaIuH
-ocTaeTca B pacrtBope. Tak, mpu crniaB/ieHud Ipod ¢ eJKHMH IleJoYaMH
uau kap6oHATOM HATPHA H CeJTHTPOH 00pasyloTcst pacTBOPHMELIE BaHa-
JIAThl, YTO IO3BOJISET OTAETHTh BaHamHi COBMeCTHO ¢ docdopom, Mo-
THOeHOM, XPOMOM H JIPYTHMH 3J€MEHTaMH OT 2Keje3a, THTaHa U LHp-
KOHHf, OCTAlOIIuXcsl B ocagke. lns yaep:KaHHsA BaHaAHs B pPacTBope
€ro NMepeBoJgAT B IEPOKCHIHOE COCIHHEHHE, a 3aTeM aMMHAaKOM Bhijle-
JISIOT B BHAE OKCHIOB Keje30, aJioMHHHH, THTaH, XpoMm (III) u map-
ranen. [Ipyras rpynna cnoco60B OCHOBAHA Ha MepeBefleHHH BaHAIHA B
Hepactsopumoe coenunenne. On Moxer OBTb BbAeNeH H3 PAacTBOPOB
coocaXIenneM BaHa HeBOH KHCJOTH C THAPOKCHIOM Kede3a (mocaen-
Hee JOJIKHO mpHcyrerBosath B 10-KpaTHOM nH30bITKe) mpH obpaboTke
KHMCJIOTO pacreBopa aMMHakoMm. st oTjaeleHHs OT aJIOMHHHS, XpoMma,
ypaHa, GepH/aHs, Maprania, [MUHKA U HHKeIs BaHALHH BLILEJIAIOT B
BHJIE BaHAZaTa CBHHIA H3 a30THOKMC/IOH CpPe/bl MOC/IEL0BATE/bHbLIM
no6aBeHHeM alerara CBHHIA H aleTaTa aMMOHHA.

B0o3MOXKHBEI 3KCTpakKUHOHHLIE cnocoObl oTAenenns. OT amoMunusd,
ypaHa, Xpoma, Oepu/iiusi, MapraHua M JIpyrHX 3JEMeHTOB BaHauil
(V) coBMecTHO ¢ KeJe3oM H THTAaHOM OCAaXKAalT H3 COJASHOKHC.IOM
CPeILl B BHAe KyNQepaTos, KOTOpHE 3KCTPATHPYIOTCS XJI0POhopMOM.
Ot xpoma BaHainuil OTAENAIOT 3KCTpPAKIMENl HaIXPOMOBOH KHCJOTHI,
KOTOpasi noJydaercsd npH 1o0aBleHHH NMepoOKCHIA BOLOPOIA, H3 pacT-
Bopa ¢ pH 1,74 stnnaueraroM; BaHazguii B 3TUX YC/AOBHIX OCTAETCH B
BOAHOH (hase. Bamaanii BeAendioT 3IKCTpakuHed oOKcHAa 3hupoM.
B cunbHOKHCT0i cpene BaHaauil o6pasyer TPYAHOPACTBOPHMBIT (i10-
JieToBBlil Komnaexe ¢ N-6enzomn-N-eHHITHIPOKCHIAMHHOM, KOTOPbIi
skcrparupyior xaopodopmom (FOCT 14657.13—78). Bawanuii cos-
MECTHO C aJIOMHHHEM, THTAHOM, Ka/blHEM H MarHueM MoxeT OBIThb
OTAeJeH OT KeJje3a, XpoMa, HHKeas, KoOaJbTa U HEKOTOPLIX APYTHX
IJIEMEHTOB HX 0CazK/]eHHeM NpPH 3JEeKTPOJH3e Ha PTYTHOM KaTo/e.
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8.1.2. I'paBumeTpHyecKoe onpejesieHHe BaHALHSA

Jlns rpaBuMeTpHYecKoro onpejenenus BaHaAus (V) Hcnoab30BaHO
ocajeHHe TPYAHOPACTBOPHMBHIX B ONpe/le/leHHbIX YCJIOBHSIX BaHaja-
TOB aMMoOHus, cepebpa, prytd (1), cBHHuIA, nupoBanaxara Gapus, rex-
coBaHajara, rekcaamMHHokoOaabTHaTta. CnenH(pUYHOCTL OcaXKjeHus
BaHajaToB Gapus, cBHHLA, cepebpa, pPTYTH HeBelHKa, TaK KaK 3TH
KaTHOHLI 06pa3yloT TakKiKe TPYJAHOPACTBOPHMBIE XPOMAaThl, apCeHaTH,
Boab(ppamatel, MouGaaThl, pochars. I'pasumerpudeckoii Gopmoii npu
ocayk/leHHH BaHAJaTOB aMMOHHS, CBHHIA, PTYTH H3-32 HEMNOCTOSHCTBA
€OCTaBa MJIH TEPMHYECKOH HEYCTOHYHBOCTH OCaJKOB ABJSETCS OKCH
panaaus (V).

Baunaguit (IV) nau Bamaamit (V) H3 KHCJABIX MJIH HEHTPaJbHBIX
PacTBOPOB MOXKET OBITh OCaXK/eH C NOMOIIbI0 OPraHHYecKHX PacTBoO-
pureneii. [las sToro npeasnoxeno oxojo 20 opraHHYeCKHX PeaKTHEOB,
HO BCJIEJCTBHE HX HEBBICOKOH H30HpaTeJbHOCTH OHH He HaXOJAT IH-
poxoro npumenenus. Haubosee pacnpocTpaneHo ocazKjeHHe ¢ HCNOJb-
30BaHueM Kyndepona.

Bananuit B caaGokuchaoi cpefe obpasyer ¢ KympepoHOM BHYTPH-
KOMILUIEKCHOE  MAaJIopacTBOPHMOE coelHHeHHe. KpacHO-KOpHYHEBHIIT
kyndepar sanaaus (V) umeer cocraB V03 (CgHoOzN3)s. Ocaxaenne
BelyT Ha XoJone 4—6 % -HblM BOJAHBIM pacTBOpoM Kyndepona. Hamu-
yie u3bbpiTKa peareHTa ycTaHaB/IHBalOT no obpasoBanuio Oesoro He-
Hcyesamomero ocajaka kKyndepona. Ocanoxk kyngepara OT(HHIBTPOBLI-
BalOT, BHICYIIHBAIOT W INPOKaJHBAIOT B NJAaTHHOBOM THIJIE 0 OKCHAA
Banagusa (V).

Boabmuncrso snementor (Fe, Ti, Sn, Zr), conyrcTByiomux BaHa-
JUI10, TOXKe ocaxaaercss KyndepoHOM H J0MKHO OBITH MpPE/ABaPHTEILHO
oT/1e/eHo0.

‘B anannse MuHepaJbHOro CHIPbsl rpaBHMeTpPHYECKHE METOABI OIl-
pejesieHnsl BaHAJAUA He HAXOJAT NMPaKTHUYECKOTO NPHMEHEeHHS.

8.1.3. TurpumeTpuyeckoe onpenejeHue BaHAIHA

Turpumerpuyeckie MeTOABI Onpelesenus BaHaAHA OCHOBAaHbLI Ha
OKICJIUTENbHO-BOCCTAHOBUTEALHBIX Tpoleccax, [Ipu stom ucnoansyior
peakunu oxucienus sBanaausa (IV) B cuiabHOKHCHON cpefe pa3JHYHBI-
MH THTPaHTaMH-OKHcaAHTeassMH. Haubomaee pacnpocTpaHeHbl nepMasra-
HATOMETPHUECKHE METO/BI, OTJIHYAIOUIHeCs cnoco6aMH BOCCTAHOBJEHHA
BaHajaua jno Banaaus (IV).

Hpyras rpynna THTPHMETPHYECKHX METOJLOB OnpeleseHHs BaHaaus
OCHOBaHA Ha BOCCTAHOBJEHHU BaHaaus (V) B CHILHOKHCIOH cpeie co-
asimn Keneaa (I1), pemxe onosa (I1) uam opranuyeckHMil BOCCTAHOBH-
TenAMH (ackopOHHOBAS KHCJOTA, THApPa3uH M Ap.). B kavectBe HHAN-
KaTOPOB NPHMEHAIOT (eHHIAHTPAHHJIOBYIO KHC/JIOTY, METHJIEHOBHI CH-
HH#, AHDeHHa0eH3HANH | 1.

M3 KOCBEHHBIX METOZ0B THTPHMETPHUYECKOTO ONnpeje/eHHsl BaHaAHA
. MIpaKTHYECKOE 3HAUeHHe HMeIOT HOLOMEeTpPHUeCKHe, OCHOBAHHbLIE Ha
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okucaeHnn BaHaaua (IV) womom mam BoceranoBsaenun sanaans (V)
HOAHJI0OM KaJHH. SaKaH‘-IHBaETCH onpeaejedine THTPOBAHHEM BbLIAE/HB-
weroca Hoja.

8.1.3.1. Mepmanranatomerpuyeckoe onpenenenne panapus (IV)

Meroauka ocHoBana Ha TuTpoBauuu BaHaaus (IV) mepmanraua-
TOM KaJus B KHCJ0il cpejae. MeToanKka pekoMeH0BaHa 15 onpejeJe-
HHSl CTeMeHH OKHC/JeHHsi BaHaiHs B pylaX H MHHepa/jax IpPH €ro co-
aepxkannn 2 Y u Gomee.

Hapecky anaamsupyemoro matepuana 0,1—0,5 r pasaaraor moi
trokoM CO, B crneunaabHoil Koabe, HMeloineii OTBOAB /s NPONyCKaHHSA
rasa, B 40 ma HsSO4 (1:1) npu xunsivennu. Ilocae pasnoxenus npo-
Obl, npojposKas nponyckatb CO,, no6aBasior B KojaGy 80 ma Boawl,
yro6e pacteop Obii 3M no HySO4. Tlo oxaaxaennn po 60 °C paua-
amit (IV) turpyior pacTBOpoM INepMaHraHaTta KaJHa 10 PO30BOIi
okpackn pactBopa. 1 ma 0,1 n. KMnO; coorsercryer 0,0079 r V,0,.

8.1.3.2. lNepmanrasaTomerpuueckoe onpepenenne panaaus (V)

Metoanka ocHOBaHa Ha okuciaeHnu BaHaaua (IV) no sanamua (V)
mepMaHraHaTOM KaJaus B KHeaoi cpene. Bamaamit (V) Boccramasin-
BalT caabeIMH BoccTaHOBHTeTsiMH. MeTojAHKAa peKoMEHAOBaHa s
onpejesnenuss BaHaaus (V) B pyaax, rOpHBIX HOpoJAaxX H MHHepaJax
npu ero coxepxauun 2 % u Goaee.

Hagecky npolbl 1npokaJnBaioT B MJaTHHOBOM THrJae npu 500—
600 °C B Teyenne 1 4. B Xoje aHaau3a MOryT NPHMEHATBCS PasHbIe
METOBl Pa3JIOoMKeHHs.

1. Paznoxenne cepuoii kuciaoroii. Hasecky martepnana 0,1—1,0 ¢
NOMellaioT B CTakaH HaH Koaby, 3aausaior 40 ma HoSO4 (1:1) u Ha-
rpeBaloT 10 MOJHOro pasjoienus. Eciu ocraercs Hepas oKHBUIHIACH
OCTATOK, €ro OT(HJIBTPOBBIBAIOT NOC/E NpelBapHTENbHOr0 pasbasie-
HHSA pacTBOpa jJ0 KOHIeHTpaunn 3M no cepHoii KHCJIOTe, NPOKaJIHBAOT
H pasjaraloT cMmecbid (TOPHCTOBOJIOPOAHOH H CEPHOH KHCJOT HJIH
CIIaBIsIOT ¢ KapGoHaToM HaTpus H ceautpoit. OcTaTok mocae KHC-
JIOTHOTO PA3JIOKEHHS HJH 1J1aB PACTBOPSIOT B HeGOMBIIOM KOIHYECTBE
3M H,SO,; u npucoeAHHSIOT K OCHOBHOMY (HJILTPATY.

2. Pasioxenne clieKaHHeM €O cMeCblo KapOoHaTa HATPHS H OKCH-
Aa maruus (4:1). Hasecky marepnana 0,1—1,0 r B 3aBucumocti ot
0JKHJaeMOro COJepIKaHUA BaHa/IHA CMEITHBAIOT ¢ 6-KpaTHRIM KoJuHue-
CTBOM cMecH Ana cnekanus. Ha JHO NMIaTHHOBOrO THTVISE MOMEILAIOT
HeboJIbII0e KOJHYECTBO ITOI e CMEeCH H BBICHIMAIOT MOATOTOBJIEHHYIO
HaBecKy, CBEpXY MOKPHIBAIOT HeGOAbUINM KOJHYECTBOM YHCTOH CMecH.
Tureap nomemaor B Mydeasb n cnexkaiwor npun 800—900 °C B TeueHue
45 MuH.

3. CnuaBienne co cMecblo kapbonara narpus u Gypw (2:1). Ha-
Becky 0,1—0,3 r B 3aBHCHMOCTH OT OXKHIaeMOro COJepKaHHa BaHa-
JAHS TOMeIlaloT B MJAaTHHOBHIH THreab, A00aBasiior 6-KpaTHoe KOJIH-
YECTBO CMEeCH LIl CIJIAB/AEHHS H THreJb NOMeIaT B Mydeab, Teme-
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patypy kotoporo noauumaior a0 900—950 °C. Cnaasasior B TeyeHue
45 MuH.

4. Cnnapnenne ¢ kapbonatom Hatpus n NaNOj;. Hasecky npoGui
“0,1—1,0 r B 3aBHCHMOCTH OT NPEANOJATAEMOr0 COMAEPXKaHUA BaHaH
-CIVIABJSAIOT B MJATHHOBOM THrile ¢ 6-kpaTHBIM KOJH4YecTBOM KapGo-
HaTa HATPHH H HECKOJbKHMH KpPHCTAJJaMH CEeJMTPBl B Mydesae npu
temnepatype 900—950 °C B reuenne 45 mun.

5. Cnnasiaenne ¢ kapb6oHATOM HATPHA W nepokchHaom Hatpusa. Ha-
Becky 0,1—1,0 r cniaBasioT B Kele3HOM HJIH KOPYHIOBOM THIJeE ¢
8-KpaTHBIM KOJHYECTBOM cMecH KapOoHaTa u mepokcuaa Hatpus (1:1)
B Mydeae npu 600—700 °C.

6. CnuiaBnenue ¢ nepokcuaom Hatpusi. Hasecky npoGsl criaBiasior
¢ 3 r mepokcnjaa Hatpus B HukeneBom turie npu 700 °C B Teyenue
10 muH.

[Moayuenuwii cnek WM CNJaB BHILEJAYHBAIOT ropsiyeil BOJAON, Ha-
rpeBaloT A0 MOJHOr0 pasJoxeHus cneka (mrasa), poauBaior 0,5 ma
CNHPTAa AJ]s paspylleHHs MaHranata. PacTBop ¢ 0CasikoM IepeHOCAT
B MEpHyI0 KoJa0y, 10noJHsAsA 10 MeTKH Bo10H. OThHIBTPOBHIBAIOT aJHK-
BOTHYI0 YacTb pacTBopa, HelTpaausyioT cepHoii kuejaotoi (l:1) mo
Jakmycey. s nepmMaHraHaTOMeTpHYecKOro THTPOBAHHA BaHaAMil npea-
BapHTeJIBHO BOCCTAHABAHBalOT A0 BaHaaust (IV) coasiHoii waum 1ase-
JIEBOI KHCJOTaMH.

1. Coasnaa kucsaora. CoJsfiHasi KHCJIOTA He BOCCTAHABJIHBAET CO-
Jieit xkeqaesa (I11), nostomy crnoco6 ne TpeGyer oTAeJeHHS BaHAAHS OT
Kejesa. PactBop, cofepxaluii Banaanii, seinapusaior ¢ 40 ma HySO,
(1:1) no Buigenennss napos HySO4. Ilo oxanamxpennn Kucloty pas-
©aBaA0T, K pacTBopy AobaBasior H3buTOoK cyxoro KMnO4 ana okue-
JIEHHf JKele3a M OpraHM4eckoro BellecTBa. BuimapuBaiorT pacTBop ¢
50 man HCl go nauana swigenenns mapos HeSO,, npobasasior eue
25 ma HCl 1 nosropsiior BhiNapuBanue 1o 00HJILHOTO BbIAeJNEHHS Ta-
poB. Pasbasasiior kucaory 200 mJa BOABI H THTPYIOT BaHaauil TpH
80 °C nepmaHraHaTom Kajus.

2. lllasenesas kucaora. K pacrsopy nobapasior 30 MJ KOHILEHTPH-
poBannoit HySOy m 0,2 r uiaseneBoil KHCJIOTH, BHIMapPHBAOT B aTMOC-
¢epe CO; 1o Buizenenus napos HaSOy. Ilo oxnamaennn paszbasisiior
500 ma Boabt. [opaunit pacTBop THTPYIOT, KAK OMHCAHO BbILIE.

8.1.3.3. Onpenenenve Banaaus (V) turposanuem pacrsopom coan Mopa

Metoanka ocHoBaHa Ha THTpoBaHuu BaHagans (V) pacTBopoM iKe-
Jsesa (II) B kucnoii cpege B NPHCYTCTBHH HHAHKAaTOpa (DeHHJIaHTPaHMH-
JI0BO# KHCA0TB. MeToanKa pekoMeHIyeTcs AJs Onpefe/eHHs BaHaIns
B py/ax u MuHHepaJjax npu coaepxaunnn 2 % u Gogee.

Pasnoenne maTtepuasa U nepeBeleHHe B PacTBOP MPOH3BOAHMTCA,
Kak onucano Beiwe. Tutpylor Banaiuii 8 3M cepHOKHCJIOM pacTBope.

[1pu onpenenennn BanentHsix Gopm Banaauid (V) moxer ObiTh on-
peiesen u3 pacTBopa nocsae turposauus Banaaus (IV), kak onucaso
Bhille. K NoJiy4yeHHOMY CEpHOKHCJIOMY pacTBopy A00aBJfIOT HECKO/b-
KO0 Kaneab pactsopa KMnQO,, n36uiTok KoToporo paspyiuator pobasie-
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uueMm 10 ma 4 %-noro pacrsopa MnSO4 n 10 Kamens HachilUEHHOrO
pactBopa HyCy04. JlobaBasior 5 kaneiab (eHHIaHTPaHHIOBON KHCIO-
TH # THTpyIOT Banaauii (V) pacrsopom conu Mopa. Tutp nociegnero
yeranasausaior no 0,1 n. pacrsopy KMnO,.

8.1.4. ®oTomeTpHueckoe onpejeqeHHe BaHAAUSA

8.1.4.1, Onpepenenne BaHaaua B Buje docoposoabdpaMoBaHaIHeBoro
KOMILIEKCa

Metoanka pekoMeH10BaHa 1J15 onpejejeHHsi BaHaiHs B pydax H
ropublX nopojgax npu copepzxanun or 0,02 1o 3 %. Mewalor onpene-
JIEHHIO BBICOKHE COjep:KaHua B npobe Xxpoma.

Meronnka ocHOBaHA Ha H3MepeHHH abcopOIHH pacTBOpa 3eJeHOBA-
T0-#keaToro QochopopoabppaMoBaHaineBOro KoMiIekca, ofpasyiole-
rocd mpn mpuHOaBJeHHH K CEPHOKHC/JIOMY pacTBOpY BaHajaata (ocdop-
HOR KHCTOTH H BoJb(pamarta Hatpusa (Mucrpykums HCAM Ne 17-X,
[27]). I1pu cTporom cobaiofeHHH KOHUEHTPALHH U IOPAAKA NPHJIHBA-
HHS PeaKTHBOB OKPAacKa pPasBHBAETCS MOJHOCTBIO NPH KOMHATHOH TeM-
nepatype B Teyenne 10—15 mun. AGcopOuusi pacTBOpa NOAYHHSETCS
3akony Bepa B y3kux npejaeiax KOHIUEHTpPauHH BaHaaus. MakcuMyMm
CBETOMOrJIONIEHHsS PACTBOPOB JIEKHT B YJbTPa(HOJETOBOH 4acTH
cnektpa. Ha doroxonopumerpe aGcopOunio H3MepsOT ¢ (HOJETOBBIM
ceeToduabTpoM. JINHelHasi 3aBHCHMOCTb COXpaHfeTcs B lpejnenax or
0,02 no 0,7 mr okcuaa Banaaus B 50 MJ pacTtBopa.

OnpejesienHio MewaoT: Kaani H ocobeHHO aMMmoHuil, ofpasyio-
mHe MagaopactBopuMbie ¢docdopoBoabdpaMaTel; THTaH, IHPKOHMH,
BHCMYT, CypbMa H 0JI0BO, 06pasyiolile MaJopacTBOpPHMEIe (ocdaThl;
Melb, KoOaJabT, HHKeIb, XpOM, THAPATHPOBAHHLIE HOHBI KOTOPBIX
HMEIOT OKpacky; moJaubnen mpu copepxkauuu 500 Mr/a (zaer xeiartoe
OKpallHBaHHE), a TaKie BellecTBa, BOccTaHaBauBawolue ¢ocdopo-
BOJIbpaMOBYIO KHCJOTY.

Jlas oTjeseHHsl BaHaAHs OT OOJILIIHHCTBA MEINAIOUINX 3JEMEHTOB
npoby cnaaBasioT ¢ Kap6onarom Hatpus. [Ipu BhlllenaunBaHHH TJIaBa
panaauii (V), xpom (VI), monubren (VI) u HebGoapmue KoaudecTBa
Xejlesa 1nepexodAT B pacTBOp, a IpOYHE IJIEMEHTHl OCTAIOTCH
B OcalKe.

Bausinne Moaubaena saMeTHO JUIb NpH ero 50-kpatHOM cojepiKa-
HHHM TIO OTHOUIeHHI0O K BaHamuio. OpaHiKeBO-2KeJTas OKpacka GuXpo-
MaT-HOHA CyllecTBeHHo Memaer yxe B npucyrcrBuu 0,05 mMr xpoma
B 50 ma. HeGoabuine KonnuecTBa Kejie3a He BBI3LIBAIOT NMOMeEX.

Memalomee aeiicreue okpacku xpoma (I1I) B kuenoit cpene noss-
JAsieTcsl NMPH 3HAYUTEJbHO OoJablIefi KOHIIGHTPAlHH ero, 4eM Xpoma
(VD). Ilostomy Bansinue ueGoabmnx koaudecte xpoma (VI) momxno
YCTPaHHTh, H30HpaTebHO BOccTaHaBAuBas ero 1o xpoma (II1) mepok-
cugom Boaopoga. OGpasyiouruiicss mpH TOM OKpPALIEHHEI MepPOKCH/L-
HbIil KOMIJIEKC BaHalus paspylliaeTcss NepMaHraHaToM Kajus, H3bbl-
TOK KOTOPOro, B CBOIO oYepeib, BOCCTAHABJIUBAIOT HHTPHTOM: a30THC-
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Tas KHCJ0TAa B yMepeHHO KHcJoH ‘cpene (Menbuie 1,6M) ue Boccra-
HapauBaer sanaauin (V).

[Tpu conepxanuu B 50 ma pacrBopa ne 6oxaee 0,35 mr V,0; no-
MYCTHMO MPHCYTCTBHE JecATHKpatHbX KoaudecTB CryOs;, mpu coxep-
JKaHHH B TOM JKe o6beme He Gonee 2 mr V05 — He GoJee 2,5-KpaTHbIX
koanuects CroO5 (I11).

Ot GoablIHX KOJHYECTB XPOMa BAaHAIHI OTAEISIOT OCAXKIAEHHEM
KyndepoHoM, or Xpoma H MoJaubjeHa — BBeJeHHEM Ha PTYTHOM Ka-
ToJe.

ITpn ananuse GoraThiX KPeMHE3EMOM DYI B MOMEHT HeHTpaIH3aLHH
H IpH TIOC/JeaylollleM MOJKHCAeHHH pactBopa HHorza obpasyercs re-
JeobpasHasi KpeMHEKHCJOTa, CYLIeCTBeHHO HCKaxKaiomas a6copOunior
pactBopa. B Takux cayyasx ana o0e3BOXKHBaHHSI H OTHEJeHHS KpeM-
HEeKHCJIOTHEl BHIMAPHBAIOT MOAKHCJACHHEI pacTBOp jaocyxa. [IpuH maabix
Haseckax 0,1 70,3 r yaaerca yaepxkaThb KPeMHEKHCJIOTY B PacTBOpe.

Peaxrus. Craujaprauii pacrsop Bavagusd. Hasecky 0,1783 r V,0; npeasa-
pHTesbHO npokaaesnoro npu 500 °C, pacrsopsior B 5 Ma 10 Y%-Horo pacrsopa
NaOH. Toayuennsit pacteop Hefitpanusyior HoSOy (1:9) n moGasasior 10—20 mur
n3ouiTka. OGbeM pacTBopa A0BOAAT BOJAON Ao 1 a4, mepememnBalor. 1 ma pacrsopa
cogepxur 0,1 mr V. ITocKoabKy B CTaHAapTHOM PAaCcTBOpE BO3MOMKHO MPHCYTCTBHE
Hexotoporo koauyectsa V. (IV), npu nocrpoernn xaauGposounoro rpaduka He-
O6X0AHMO OKHCJATH 4acTh CTaHJAapTHOro pacTBopa nosamenuem HECKOJIbKHX Ka-
neJib pactBopa MapraHieBOKHCJIOro KaJHi.

Hasi pasnoxeHus npobG B 3aBHCHMOCTH OT HX COCTaBa MOTYT OBITH
HCIIONb30BaHbl pasjnynble crnocolul. [Ipu aHaanse CHAHKATHBIX MOPOJL
H MAaTepHa/iOB C BBICOKHM COJeprKaHHeM KPeMHHEBOH KHCJOTH MpHMe-
HAIOT CleKanHe co cMechlo KapGoHata HATPHA M OKCHAA MAarHus
(4:1). B pesyabrare cnekanus oGpasyercss HeOOJIbIIOH TJOTHBIH oca-
JIOK HepacTBOPHMOrO CHJIHKAaTa MarHusa. [las MarHeTHTOB, GOKCHTOB
H JPYrHX MaTepHaJoB C COAepiKaHueM KpeMHHeBOH kucaorsl 1o 30 %
HCIOJB3YIOT CIIaBJEeHHEe CO CMecblo Kapbonata Hatpus u 6ypet (2:1),
kapboHaTa HATPHS M CENHTPbl MK KapOoHaTa H NEPOKCHAA HATPHA.
IToppobuo pasmaoxkenne npo6 onucano puiule. Crek HJAM CIJIAB BhILe-
JaYHBaiOT HeGOJbIIHM KOJHYECTBOM ropsideil BOJAbI NPH HarpeBaHHH.

Ecoin menoyHoil pacTBOp OKpalleH COeHHEHHSIMH MapraHIa, K He-
My npuHGaBIAIOT 2 KalJH COHPTA AAs BoccTaHoBJeHus mapranua (VI)
H 3aTeM KHNATAT A0 MOJHOrO pacnajenns naasa. Pactsop nepeHocaT
B MepHYIO Koaly BMecTHMOCTbIO 50 MJI, ZOJHBAOT BOJAOH 10 MeTKH W
nepemeiinBaior. PactBop ¢uabTpyloT Yepes cyxoit ¢uabtp, obpabo-
raHublil KaplonatoMm HaTpus, B cyxoil crakan. OTOHpaAIOT aNHKBOTHYIO
yacTh pacrtBopa 5—25 MJ B 3aBHCHMOCTH OT COJepXKaHHS BaHa/Jus
B KonGy BMmectumocTblo 50 mia. Ecan o6beM aJHKBOTHOH YacTH MeHb-
e 25 MJ, TO J0BOAAT ero Ao 3toro obwbema 2 Y-HBIM pacTBOpoM
Na;COs. Pactsop uefitpanusyior HySO4 (1:1) mo nakmycy n nobas-
asioT 1 M1 H30BITKA, 4TOGH COJEpXKAaHUE ee B pacTBOpe mocje joBee-
HHA 10 MeTKH coctaBasio 1 Y% no o6bemy. 3atem npubasasior 0,5 ma
H;PO, (1,7) u 1 ma 5 %-noro pacreopa NagWO4, 10/1HBAIOT 10 METKH
BOAOH H octaB/siioT HA 20 MHH.

[TapanmenbHo avanu3y BeayT KOHTPOJILHBL OIBIT.
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A680p6u"}0 pacTBOPOB H3MEPAKT OTHOCHTEIBHO HYJAEBOro pact-
mopa Ha (OTOKOJOpHMETPe ¢ (uoeTOBHM cBeTodHAbTPOM. Copepika-
IHHe BaHajausda onpeirefsaloT 0 rpalyHpoBOHHOMY rpa(pm(y.

Jas mocTpoenus rpaiyHpoOBOYHOrO rpaduka B pPsifl MepHbIX KO0
BmecTHMocTbio 50 Mo HaauBawt mo & ma 10 %-noro pacteopa NayCOs,
neiitpaansyior HoSO4 (1:1) mo makmycy, npudasasioT ewe 1 Ma Toil
e KHCJOTHI, 3aTeM MNPHJAHBAKT CTaHﬂapTHijl pacTBOp BaHaAHA OT
0,02 no 0,7 Mr u ganee MoCTynawT, KaK NPH aHaause npod.

ﬂOnD/le:‘H!l{? I Oﬂp(‘ﬁleﬂe“ﬂ@ BaHaJHA B lTpHCYTCTBHH X})OMH. A.’IHKBDTHYK)
YacTb pactBopa octopokHo HefiTpaausyior HeSO; (1:6) u pobGasasior H3GHITOK
ee 3,5 mu. 3arem npuaneator 0,5 ma 1 %-noro pacrsopa HyO, u B3basTbiBaT A0
MCUE3HOBCHHS CHHell OKpacku HaaxpomoBoil kKucaotol. J[loGasasior pacteop KMnOg
/10 NOsBJEHHA YCTOHYHBOH PO30BOH OKpacKH H 4epe3d 2—3 MHH pa3pywiaioT H30LI-
ok KMnOy 1 Y%-ueim pacreopom NaNO,, npuiaBas ero no KamiaM 10 TOJHOTO
obecusednsanus pacrsopa. 3atem ssoast 0,5 ma HaPO4 (1,7), 1 mut 5 %-noro pacrtso-
pa NaaWO,-2H,0 1 npoj10aKaior no 0CHOBHOMY XOJ1Y aHaju3a.

Honoanernue 2. Tlpn onpejpejeHdH BaHaAHA B TPHCYTCTBHH OOJBIIHX KOJHYECTR
KPEeMHEKHCJOTH CePHOKHC/ABI PacTBop BuimapuBbaioT A0 moasienua mapos HpSO,,
‘HArpeBaioT elle HEeCKOJAbKO MHHYT, OXJa#AaloT H pa3baBisioT BoJOfH, MpHIHBas ee
nopuusmMu no 10—15 ma. Harpepaior o pacTBopeHHst coJeii H (HIBTPYIOT uepes
MaJeHbKHIH (HABTP B MepHYI0 Koa0y BmectHMocTbio 50 Ma. OcaloKk NpoMbIBAIOT He-

'CKOJILKO pa3 ropsiueil BOJOM, Clerka MOAKHCJAEHHOH cepHoit kucaoroi. [lamee npo-
IOZKAI0T MO OCHOBHOMY XOAY aHa/au3a.

.8.1.4.2. Onpepenenne paHaausi B BHILe Kommaekca ¢ 4-(2-mupuaunaso)-pe3opunHom
M MEepPOKCHAOM BOAOPOAA

MeToMKa peKOMEH/10BaHA /s ONpeleqeHHs CONepKaHHA BaHa-
JIHSE B TOPHBIX TOPOJAax, JKeIe3HLIX pyiaax, MHHepa/JaX B HHTepBaJje
kouuentpanunii 0,0015—0,5 %. Ouna ocuoBana Ha crnocoGHOCTH BaHa-
aua (V) obpa3oBbLIBATH B KHCJOH Cpeje OKPAIIeHHBIH TPOHHOH KOMII-
Jieke ¢ 4- (2-nupuaunaaso)-pesopuntom (ITAP) u nepokeupom Bojopo-
Ja [6]. OnrtumanbHas KoHUeHTpauust cepHoii kucaorsl 0,25—0,0M.
‘O6pasoBanie KoMmiuekca yckopsieres mpu 80 °C u mnportekaer 3a
10 mun. Orpacka coxpaHsieTcss MOCTOSHHON B Teyenue 2 4. Makcumym
‘CBETOMOTJIOILECHHST KOMILIeKca Haxonutes npu 540 um. Jlumeiinas 3a-
BHCHMOCTb aGcopOUHH pacTBOPA OT COAEpAAHUS BaHALUSL COXpaHseTcH
B uHTepBase 3—30 mkr V B 50 mu. Moasipuslii KO3 (pUUHEHT CBETO-
HOrTOLeHHs KoMILTeKeca cocrasaser 16 450, uto ykasbiBaer Ha BbICOKYIO
‘YBCTBUTENBHOCTh PEeaKIHH.

Onpepenennto Banaaua He wmewator 2000-kpartHoulii n3dwitok Cl-,
NO;;*, I_, B0337, CH;}COO*, By Ff. 80427, p043ﬁ, p2074_, M00427.
‘WO, COs%, 100-kpaTHBIii H3GBITOK TapTPATOB, LHTPATOB, OKca.ja-
TOB, rauuepuna, kommiekcona I11, 2-kpatusniit n36uiTok CroO72-. HoK-
CHJ KpeMHuus npu cojep:auun B npobe csoie 30 % obGpasyer B Kuc-
JIBIX pacTBOpax KOJJIOHAHBIH 0cajloK, crnocoGHbIH copOHpPOBaTH BaHaAHI.

Memator katwons: Mn?t, Ni2t, Zrt+, Zn2+, Cd?+, TIt, La®*t, Sc3t,
Vg @ attnTitrvi(l 220),5Cr% (1nb0):0Fedt afilrabl)in @i Bipn€o,
IIeJIOYHbIe H LeJ0YHO3eMEeTbHBIE 3JIeMEeHTHI.

HauGonee yacTo NpUXOAHTCS CUHTATBCA € TPHCYTCTBHEM 3HAUH-
TeJbHbIX KosndectB SiOy, CryO7%, Al, Fe u Ti. las npexorBpauienus
BaugHnsa SiO; npu ero conepxannn Boiie 30 Y% BcKpbiTHE MPOGHI NPO-
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H3BOASIT CMIEKAHHEM €O cMecblo KapboHATa HATPHS H OKCHAA MAarHHS.
Cry07% mewaer co6eTBeHHO OKPackoil, YCTPaHHTL BJAHAHHE KOTOPOH
MOXHO, BoccTtaHoBMB XpoM a0 xpoma (III) mnepokcnaom Bogopona.
O6pasyiouniics nepokcHIHbII KOMNJeKC BaHaAHA paspywaior jpoGas-
JeHHeM NepMaHraHata KaJHs, H3OBITOK MOCJeJHero BOCCTAHABIHBAIOT
HUTPHTOM. A30THCTAasi KHCJOTA B YMEPEHHO KHCJOi cpejle He BOcCTa-
wapausaer Banaauit (V). M30bitok nHuTpura paspywaer 4-(2-nupuin-
71a30)-pe30pLHH, TOITOMY €ro CBSI3LIBAIOT MOYEBHHOM.

[as nojaBneHnsi BAMSHHS aJIOMHHNS, Jeje3a 1 THTaHa, obpasylo-
LIHX C PearcHTOM OKpalleHHbIE COeAHHEHHs, YKa3aHHble KaTHOHbI CBA-
3bIBAIOT BO (DTOPHAHBIE KOMIJIEKCH, He MellalllHe onpeae/eHHio Ba-
HalHs.

BekpeiTHe aHalM3MpyeMOro Marepuana INPOH3BOAAT ULIEJOYHBIM
criJiaBJeHHeM HWJH crnekanueM. Banaawii onpeaensior B BOAHOI BHI-
TAKKe NJaaBa (cmeka).

Pasaoxenne npob n nepesejenne BaHaAusi B PacTBOP OCYyLlleCT-
BJISIETCSI CNIEKAaHHEM HaBECKH CO cMecblo KapboHata HATpPHsi H OKCHAA
MarHusi, cijlaBJeHHemM co cMechblo KapOoHata HaTpus H Oypbl HAH Kap-
Gonarta natpus M nepoxcuga Hatpus. Iloaydenuslii naas uan cnek
BHILLEAYNBAIOT ropsvell BoAoil B crakaHe BmecTHmocThio 100—
150 ma. K conepxumomy crakana npuausalor 0,5 Ma 3THAOBOro cmup-
T4, HAKPLIBAIOT CTAKAH YACOBBLIM CTEKJOM H HATPEBAalOT A0 MOJHOTO
pasioxenns naapa (crneka). CHHMAIOT YacoOBOe CTEK/O M BhbilapHBa-
10T pactBop Ao o6bema npuMepHo 40 mua. PacTtBop (puABTPYIOT yepes
IJIOTHBIH GUALTP B crakad BMecTHMocThio 150 ma. Ocanok Ha (uabt-
pe TwareibHo npomeiBaiotT 1 %-HeIM pacTBopoM KapGoHaTa HaTpHA.
CrakaH ¢ (HIbTPATOM TOMELIAIOT HA MJANTKY H YmapHBalOT pacTBOp
10 30—40 ma, npn 3TO0M Bhimajaer HebGoabuioi ocagok. Pacteop
BMECTe ¢ OCaJKOM MEepeHoCAT B MepHylo Koady BmecTHMocTbio 50 mu,
JOJHBAIOT 10 METKH BOJOI H nepemeungaior. B jneus (oromerpuposa-
HHA QHABTPYIOT 4acTh pacTBopa Yepes IJIOTHBIH (UABTP B CVXOM
crakan BMectumoctbio 50 ma. Ilepyio nopumio ¢uabtparta orépachl-
BAIOT.

AumuksorHyio yacth pactBopa (1-—20 ma), Basityio aast poTomeTpu-
pPOBaHHSI BaHA/Hs, NOMELLAIOT B cTakaH BMectumocTbio 50 mia. Ecau
oro6paHa aJHKBOTHasi yacTtb MeHee 20 ma, 106aBasioT 10 HegocTa-
outero oobema 5 Y -uwiii pacrsop Na,CO; uau coabl 1 Oypbl B 3aBH-
CHMOCTH OT NpUHATOrO cnocoba paanoxmenus. Pactsop HeATpainsyior
HoSO4 (1:2) mo nakmycy u po6apasiior nzbeitok 10 ma HoSOy4 (1:9).
K noayuernomy pacreopy npuansaior 0,5 ma 1 % -noro pacreopa HyO,
1 3atem no kanaam 1 %-uwiii pactBop KMnOy 1o ycroiiunsoro poso-
BOro okpamnBanus. Yepes 1—2 mun 1006aBas10T N0 KanjsM NpH nepe-
mewnanun 0,2 %-uwii pactsop NaNO, a0 noamoro oGecuBeynBanus
i 5 ma 10 %-noro pacrBopa moueBuubl. 3atem BBoasT 2 Ma 4 Y -noro
pacrBopa NaF, 2,5 ma 0,05 %-noro pactsopa ITAP u 2 ma 3 %-noro
pactBopa HoOs. IMocae nobaBiennsi KayJ1oro peakTHBa pacTBOp me-
pememBator. CoaepKuMoe cTakaHa MepeHocsT B MepHylo Koaby Bve-
cTuMocThio 50 M, 10BOAAT 00beM 10 METKH BOJOIH, NepeMellnBalor.
Koaby ¢ pacrBopom nomewaior B Harperyio 1o 80 °C soasnyio Ganio
10 3ak. 405 145



Ha 10 mun. PactBop oxaaxaaior u (POTOMETPHPYIOT HA (HOTOKOJOPH-
merpe npuH A=>540 HM OTHOCHTE/bHO HYJEBOr0O pacTBopa.

Jas mocrpoenus rpaiydpoBoyHoro rpaduka B cTakaibl BMECTHMO-
erbio 50 ma orbupator cravaapTHeil pactBop Banaius ot 0 10 30 mKr,
npubasasior 10 20 ma 5 Y%-unii pactBop kapbonata Hatpus. Heiitpa-
ausyor pactBopsl H:SO4 (1:2) no nmakmycoBoii Gymare, 106asasior
no 10 ma HpSO4 (1:9) u panee noctynaloT, Kak npH aHajause npoo.

8.1.4.3. IKcTpakumoHHO-POTOMETPHYECKOE OMpene/ienHe BaHAAHA
¢ N-Genzoun-N-heHHATHAPOKCHAAMHHOM

Meroanka pekoMeH10BaHa /s ONpeje/eHnst BaHaiHsd MPH cojaep-
xkauuu ero or 0,002 no 0,2% B pyiax n ropHeEX NOpoaax B NPHUCYT-
ctBuu xpoma a0 40 %. Ona ocHoBaHna Ha o6pasoBanun BaHaguem (V)
B 2,25M cepuokucaoM pactBope ¢ N-Oer3ona-N-(eHHnarnipoKkcuiaMu-
wom (B®I'A), anmanorom kyndepona, OKpaUIeHHOr0 B (HOJETOBbIH
LBeT KoMIJeKkca, 3KcTparupyvemoro xJopogopmom u3 35M HCI
(FTOCT 14657.13—78). MakcuMyM CBeTONOTJIOUIEHHS KOMILIEKCca Ha-
xoautest npu A=2525 nm. Komnaekc oOpasyercss OBICTPO, YCTOHYHB
BO BpeMeHH.

Onpenenennto BaHaaus mewaior Mo (VI) n Zr, ofpasyomne ¢
peareHTOM OKpallleHHBle, PACTBOPHMEIE B XJopodopMe KOMILIEKCHl (HX
BIHSTHHE MOXKHO YCTpaHuTh /jobaBienueMm ¢ropuaa ammonus), Cr
(VI), Ce (1V), Mn (VII), okucasiomune BPIA, u BoccTaHOBHTENH.

Pasnoxenne HaBeckn 0,2—0,5 r NpoH3BOAAT CHIABJICHHEM HIH
cnekanuem. Ilnas (cnek) BobillesaunBaloT ropsideil BoAoil npn Harpe-
BaHHH (B cJydae CIJIaBJeHHS ¢ MEePOKCHLOM HaTPHs pacTBOp ¢ ocal-
KOM KHOATAT AJas paspyuienns HyOp). Coeannenna Mn (VI) Boccra-
HABJIUBAIOT CIIHPTOM.

PacTtBop Bmecte ¢ OcajKoM MOMELIAOT B MEPHYIO KoJOy BMecTH-
mocTeio 100 Ma, 10BOASAT BOAOI 10 METKIL.

AnuxBoTHyio uacts (5—50 M) nepeHOCAT B JA€JHTENbHYIO BOPOH-
Ky, ocTopoxuo Hefitpaansyior HaSO4 (1:1) 1o 6yporo usera Gymaru
KOHro, aobdapasior 17 M Tofl Ke KHCJIOTH, pazbaBasior BoOi 10
70 ma, oxaaxaaior. [lpubaBasior no Kanasam nepMaHranat Kajaust AJs
OKHCJICHHS BaHAAMs 10 YCTOHuNBOil po3oBoii okpackH. OcraBiasior Ha
5 mun. 3arem npuausawt 10 ma 0,1 %-noro pacrsopa B®I'A B xi0-
podopme u 32 ma HCI (1,19). Dkcrparupyior KoMmIIeKe BaHaJ Hs B
tedenne 1 muH. XiopodopMeHHBIT ¢/10i MepeHocaT B CYXYI0 MEpHYIO
konby Bmectumoctbio 50 ma. [losropsiior skcTparnpoBaHue M3 BOIHOMN
¢aser 10 Mo xjopodopma. DKCTPaKThl OOBEIHHSIOT, AOBOAAT XJI0PO-
t¢opmom B MepHOH KonbGe no merkH. Mamepsaior aGcopbunio Ha ¢oTto-
KOJOpHMETpe, NMPHMeHAA CBeTOPHJILTP € MaKCHMYMOM MpPONYCKaHHS
upH A=>525 HM, OTHOCHTE/ILHO XJopodopma.

st nocTpoeHus rpaayipoOBOYHOro rpauka B JleJHTeLHbIE BOPOH-
kH BMectnmocTbio 200—250 ma nomemator ot 10 g0 160 mkr okcuaa
BaHanus (V) u ganee nocrynaior, Kak ¢ npobamu.

B mpHCYTCTBHH BLICOKHX COTep:KaHMil XpoMma (BOJAHAS BHITAMXKKA
OKpalleHa B KeJTHIl LBET XpoMmarta) Tocje HelTpaaH3alnH aJHKBOT-
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HOIT 4acTH Ulejo4yHoro pacrtsopa u pobasiaenus usbuitka HoSO4 K pa-
cTBOpy npobbl ocropoxkno aobasasior 10 %-uwlit pactsop conn Mopa
J0 mepexoja OpaHKeBOl OKPackH B spKo-3esenyto. Pacrsop pasbas-
Jsi0T A0 70 M BOAOI, MO OXJaXKIAEHHH OKHCAAIOT BaHaauil n H306bi-
Tok Kene3a (ll) mepmanranaTtoMm kKaaus u jajee NMOCTYnamoT, KaK yKa-
3ano Beime. Onpenesennio Banaaus ve mewaior 50 mr Crq0;.

8.2. OnTuyeckue CneKkTpajbHble METOMLbI
onpeieNeHUs BaHAAHA

8.2.1. Cnekrporpacuueckoe onpenejeHne BaHAAHA

MeroiHKa peKOMEHJ0BaHa /s ONpejieleHHs BaHaJHs B TFOPHLIX
MOpoAax, XKeJesHbX pylaxX, MarHeTHTe, XPOMHTE H OJHBHHe NpPH CO-
gep:xkannn 0,006—0,99 %. Ona 3akaoyaercss B HCNApeHHH AHAJH3H-
pyemoro o6pa3siia W3 KaHaloB JABYX YrOJbHLIX 3J€KTPOJOB B jJyre me-
PEMEHHOr0 TOKa H H3MEPEeHHH HHTeHCHBHOCTH CHEKTPaJbHLIX JIHHHI
dororpapuuecknm crnocobom (Muerpykuns HCAM Ne 106-C [27]).
Bydepoum cay#ar yroJbHulil MOpoIOK 1 KapOoHaT Gapus, 3/71eMeHTOM
cpaBHeHMs — cKaHauil. AHaau3 BeayT cnocofoM Tpex 3TajOHOB
(raba. 9).

Xo1 ananuza anajornvyen onHcanHomy B ruaase 7. OJHOBpeMeHHO
¢ BaHajJueM MOryT OBIThL onpejejeHbl K00aJbT, HHKEIb, XPOM, THTaH.

Ta6anuwa 9
AHAIHTHYECKHE JHHUM BaHaJHf

Memawumne saeMeHTH
AHaauTnueckasn Hutepsaa
auHNE, WM £ OPFRCASCMLLE
conepxanni, % Jlanms, oM Coxepkanne, %
V 1 318,540 0,001—0,02 Fe 318,532 30
Ca 318,540 40
V I 318,340 0.001—0,02 Mo 318,333 2
Ni 318,325 3
Th 318,34 0,2
V 1T 292,464 0,02—0,2 Zr 292,464 0,5
Mn 292,469 10
Hi 292,462 0,1
Mn 292,444 5
Ta 292,479 0,5
V 11 303,382 0,05—5 — —
V 11 268,309 0,5—5 Mn 268,302 5
W 268,322 1
Mo 268,323 0,2
Fe 268,298 30
V 11 268,287 0,5—5 Fe 268,293 30
Mn 268,302 5

10#
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8.2.2. KBanromerpuueckoe onpejejeHne BaHajus

Meroauka pekoMmenjoBaHa aas onpepenenus 0,001—0,1 9% Bana-
JUHSL B CHAHKATHBIX M3BEPHKEHHBIX rOpHbLIX mopojax. OHa 3ak/i04aercs
B HCMAapeHHH aHaJH3HPyeMOil npobbl B 3JEKTPHYECKOI Ayre nepeMmeH-
HOTO TOKa, B KOTOpYIO obOpasel BBOJAAT cMocofOM BO3AYIIHOIO AYThS,
H B H3MepeHHH HHTEHCHBHOCTH CNEKTPaJbHBIX JHHHI (POTO3JeKTpHYeC-
KM crnocoGom ¢ McnosbzoBanneM kKpaHtoMmerpa (Mucrpykuns HCAM
Ne 168-C [27]). PaGotaior no anaantnueckoii aunun V 1 437,92 nwm,
Henoab3ys OydepHyio cMech H3 KapGonaTa HaTpHs, AHOKCHIA KpeM-
HHSL 1 TpadUTOBOro MOPOLIKA, cnocobOM TPEX 3TajJOHOB. eMeHTOM
CPABHEHHUS CJYKHT MeIb.

Melaiouiie 3/1€MeHTbl OTCYTCTBYIOT.

[Toapo6uO BeIMOJHEHHE alaJjn3a H3J0KeHO B raase 7.

8.2.3. AtomHo-abcopOunoHHOE OonpejeieHHe BaAHAAUSA

Banaauit oTHocHTCSI K 3J€MEHTaM, COEIHHEHHS KOTOPOro TPYAHO
JHCCOLMHPYIOT B njaMeHn (sueprusi auccounauun VO 5,5 9B), no-
3TOMY /151 €ro onpejieseHis NPHMEHSIOT BHICOKOTEMIIEpaTypHOe MJaMs.
Cnekrp Banaaua Gorar abcopOumnonubiMi aunuamu. Haubosee nuren-
CHBHBIMH fBJAIOTCS JHHHH BaHaans 318,3, 3184 u 318,5 um. [Ipn ux
HCMOJNL30BAHHH  XapaKTePHCTHUCCKAS KOHILEHTPAIHS  COOTBETCTBVET
| mKr/ma Banajaus. MeTouHnKoM NOCTOSIHHOTO H3JYUCHHS CHAYIKAT JaM-
Nbl MOBBILIEHHOI APKOCTH, ¢ KOTOPLIMH JOCTHraeTcs mpeiesa obHapy-
xeuns 0,02 mxr/ma Banaaus [31].

B niamenn okcua asora (I)— anerwjaen Ha onpefesenne BaHamus
MOryT OKa3elBaTh BJAHAHHE JHTHH, HATPHH, Kajauii, Maruui, Kaabuui,
Maprasell, LepHii, JaHTaH, KobaJbT, HHKeJb, XPOoM, MOJHGIAEH, Melb,
BHCMYT, aJIOMHHHI, TuTaH, docdopuas kucaora [39]. IlpucyrcrBue
1 % xeaneza noseimaer abcop6umio 100 mkr/ma Banaaus ua 20 9%.
Cepnasi kucJj0oTa noHuzKaer aGecopbumnio Banaaus. Kpome toro, B Bbl-
COKOTEMIepaTypHOM MNJaMeHH BO3MOMHBI HOHM3aLHOHHBIE TNOMeXH
(sneprus moHMzauuu Banaaua 6,74 3B). Ykazauune nomexu (kpome
BJAHAHHA THTAHA) VCTPAHAIOT BBEJCHHEM B aHaJM3HpyeMblil pacTBOp
I Mr/ma anomuuus. BausiHue aaioMHHHS H XpoMa MoKeT GLITb ycTpa-
HEeHO BBejeHHeM B aHaJuaupyewmblii pactsop 1 % crpoHuus.

[Mockonbky npeaen obHapyxenns BaHaAHsi OTHOCHTEJNbHO BHICOK,
NpH HeobXOANMOCTH ONpee/eHusl ero Ma/blX cojepauuil npuberaior
K 9KCTPaKIHOHHOMY KOHIEHTPHPOBAHHIO M H3MEPEeHHIO MOrJIOWeHHs
HEMOCPeACTBeHHO B 3KcTpakre. BaHaauit skerparupyilor B BHIe NHPpO-
JHAHHIHTHOKap6aMaTa WIH KyndepoHarta. IDKcTpareHTaMil CJyxKar
MeTHIH300yTHAKEeTOH, OGyTHIaueraT, aMuJauerar, H-AHGYTHIOBBI
aup. TlpuMenenne 3KCTPAKUHOHHOTO KOHIEHTPHPOBAHHS TO3BOJISET
onpefeJsiTh coiep:anua Banaaus n- 1073 9.

Mertoanka aToMHO-aGCOpPOIIHOHHOTO ONpejesenis BaHaius pe-
KOMEH10BaHa /s OonpejeJeHHs BaHaAHs B FOPHBIX MOPoAax H pyaax
npu cojaepxanun or 0,08% V.05 u Gomee. Ona paspaborana
E. M. Teapman (IITO Cessanreosiorust) u OCHOBaHa Ha H3MepeHHH
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CTENEHH MOIVIOUeHHST HanOoJee YyBCTBHTE/NbHOH PEe30HAHCHON JHHHH
BaHajansa 3185 M ero HeHTpaJbHBLIMH aToMaMmH, 00pasyloLIHMHCSH B
npoiecce atoMH3auMH npoObl, BBOAMMON B BHJE pacTBOpa B Ijams
okenpg asora (1) — auerunen.

Ananuzupyemyio npody 1nepeBojAAT B PacTBOP OKHCAHTE/NbHBIM IJ1a-
BJIEHHEM CO HIEJOYHBIMH MJIABHSMU C NMOCJAEAYIOUHM BhILLETauHBaHHEeM
niaaBa Boaoil. M3 snemMeHTOB, nepexoisiliiX B BOJAHYIO BBLITAXKKY, OMpe-
Aenennio BaHaaus Mewator Al, P, Bbicokue coaepxanus Cr. Huas
YCTPaHEHHsA HX BJHAHHA B aHAJH3HPYeMblil pacTBOp Mepejl H3MepeHHeM
MOrJIOIEHHA BBOAAT «ocBOOOKAalomuii» Oydep — coab crponuus. Ha
abcop6IiHio BaHa/Hsl OKA3LIBAGT BJHMSHHE TaKkKe NMPHCYTCTBHE COJAHOI
KHCJOTB H HefiTpajbHLIX cOJel, NO3TOMY B 1IKaJy CTaHAApPTHBIX pact-
BOPOB OHH 10/1Hbl ObITb BBEICHH B KOJHYECTBAX, COOTBETCTBYIOLLHX
HX KOHIEHTPalHH B pacTBOpe Hpolwl.

M3 roro xe pactsopa, 4TO H BaHaAHi, METOA0M aTOMHOH alcopl-
IHH MOKer OBITb onpejiened XpoMm (cM. raaBy 5).

Peaktuge. 1. Xnopna ctponuns, 5 %-usiit pacrsop no Sr. 86,85 r kapGonara
CTPOHLIHA OCTOPOMKHO PAacTBOPAIOT B MHHHMaJbHOM Koauyectse HCI (1 : 1), pacrsop
NMEPeHOCAT B MEpHYIO KOJ]ﬁy BMECTHMOCTbIO | J1 M JOJHBAIOT A0 METKH BO/OM.

2. Crannaptunii pactsop Banains. 0,2574 r BanajaTa aMMOHHSA X. 4. pacTBo-
p#iOT B BOlde, PacTBOp MEPeBOASAT B MEPHYK KD.‘]ﬁy BMECTHMOCTBIO 1 J1, poJuBaoT
10 METKH BOJOH, nepemewnsaior. 1 ma pacrtBopa coaepxut 1000 MKr okcHaa Ba-
uwaaus (V). Ilposepsiior cojep:aHue okcuga Bavaans (V), Kak ykasaHo B pas-
neqe 8.1.4.1.

Hagecky npo6er 0,5 r cnaiaBagioT B NJaTHHOBOM THTJE ¢ 3 T cMecH
6ypul u coabl (1:2) c¢ nobasnennem 10—20 mr HaTpueBoil cequTphl
npu 1000 °C uan B HHKEJAEBOM, KOPYHAH30BOM WJIH KEJTe3HOM THIJe
¢ 3 r nepokcuaa sHatpus npu 700 °C. [1nas BuitesauuBaioT BoAOI NMpH
KHOAYEHHH; B c/jydae CIJAB/JACHHS C MEePOKCHAOM HATPHA KHIATAT A0
ero pasjoenus. PacTBop BMecTe ¢ OCajiKOM [ePEHOCAT B MEpPHYIO
K016y BMecTHMOCTbIO 100 Ma, jgoauBas 10 MeTKH BOAoi. PuabTpyior
yacTb pacTBopa B cyxoil crakan. OTOupaloT aJHKBOTHYIO 4yacTh 20—
25 MJ B MepHYI0 K00y BMecTHMOCTbIO 50 MJI, HElTPaaH3YIOT COJAAROM
kKucaoroit (1:1) mo MHAHKAaTOpPY METHJIOBOMY OpaHKeBOMY 1 jJ00aB-
asiior 5 kaneab n3buitka (pH 1). Beoaar 10 ma 5 %-uoro pacrsopa
CTPOHLNS, JOJHBAIOT BOAOH 10 METKH, MepeMeninBalor.

B noaydennom pactBope uamepsiior abcopOiuio BaHaAHA NPH A=
=2318,5 HmM B nuameHd okcui asora (I) — aunernneH, moab3yach 175
pacuera rpajiyHpoBOYHbIM rpadHKOM HJIH cnocofoM OrpaHHYHBAIOULHX
pacTBOpOB.

llkany craHAapTHBIX PacTBOPOB FOTOBAT € YYETOM COJIEBOTO CO-

CTaBa aHaJH3UPYeMBIX pacTBOPOB B HHTepBaje or 1 a0 100 Mkr/ma
VgOs.

8.3. PenrreHopaaMomMeTpHiYeCKHi MeTO]
onpeneseHUsl BaHAAMs

MeTonuxa pekomenjioBaHa /g oOnpeiegeHHun BaHajinsd B TOPHBIX
nopoaax u pyaax npu cogepxanun or 0,01 o 5% npu yeao-
BHH, 4YTO COOTHOUIEHHEe MeXJ1y CcoAepKaHHAMH THTaHa W BaHalHA
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He npessinaer 50. Meroauka paspaborana B. E. Kopanueswiv n
C. M. Ilpxusarosckum (HMuctpykuus HCAM, Ne 157-9®). Mewaer
onpeneaennio Gapuii, 1% xoroporo sxksusagenten 0,06—0,09 % Ba-
Haus (onpejpensieTcst KCNePHMEHTaaAbHO). MeTOA OCHOBaH Ha H3Me-
PEeHHH HHTEHCHBHOCTH XapaKTEePHCTHYECKOTO H3JIyYeHHsl BaHalHsd, BO3-
OyXKJ1aeMoro ¢ TMOMOLbLIO PajiHOM30TONHOr0 HeTounuka Fe akTHBHO-
creio 1,5—2 I'Bxk.

HaMepeHHst NMOPOINKOBEIX MPO0 NPOBOAAT B HACHILEHHOM CJ0e ¢
MOBEPXHOCTHOH MI0OTHOCTBIO 0,5 r/cM? B MIEKCHIIACOBLIX TapeaoyKax
c JAHOM H3 TOHKOI KOHAEHCcaTopHOil OGymMarn HJH JaBcaHa.

Ha moaynpoBOJHHKOBOM CHEKTPOMETpe BBIOHPAIOT AJsl H3IMEpEeHHs
TPH YY4acTKa CNEKTPa, COOTBETCTBYIOUIHNX aHAJHTHYECKHUM JHHHAM Ba-
nanna (K, =495 k3B), tutana (K*=4,51 k3B) u paccesHHOMY H3-
ayuyennto Herounnka °Fe (5,9 k3B). XapakrepucrHueckoe nsaydeHnne
THTAHA H3MEPAIOT s VUeTa HaJOMKEHHs JIHHHH THTaHA HA aHaJHTH-
YecKylo JHHHIO BaHaausa. MamepeHne paccesiHHOro H3Jy4YeHHS MO3BO-
JSEeT YYUTHIBATH PasJHuua B aOCOPOLUHOHHBIX CBOHCTBAX HCC/EA1yeMoro
MarepHasa.

ITonoxkenue aHAaJIHTHYECKHX JHHHI BaHaaHs, THTAHAa H PAacCesHHO-
ro H3JYUYeHHs ONPeAeJsioT, CHHMas CHEeKTP H3JYYEeHHS OT MCKYCCTBEH-
Hoji npoGei, conepxauteit 1 % VoO0s n 1% TiO, Hlupuny yuactkos
CMEKTpa, COOTBETCTBYIOUIHX MAKCHMyMaM HHTEHCHBHOCTH H3JIYYeHHS,
yCTaHABJAHBAOT NPHOJH3HTENBHO PABHOH 3HEPTreTHYECKOMY paspelie-
HHIO annaparyphl.

JInst yyeTa WHTEHCHBHOCTH (JOHA H3MEPSAIOT HCKYCCTBEHHLIE CMECH
Si0y, Al;03, FesO3 ¢ pasanyHbLIMH COOTHOLIEHHAMH HX (B COOTBETCT-
BHH C BO3MOMKHLIMH BapHaluHsAMH aHajusupyembix npoaykros). Ilo
pe3ysabTaTaM H3MepeHHH CTPOAT rpadHKH 3aBHCHMOCTH HHTEHCHBHOCTH
M3JYYeHnil, 3aperucTpHpOBaHHBIX B yyacTKax cnektpa turana (/%r)
u Banaans (/%) or muTeHcuBHocTH paccesHHoro naaydenns ([p). Omn-

peaeasior KO3 pHUIHEHTH BKIaJ0B THTAHA B aHAJHTHYECKYIO JHHHIO
BaHaaus (KY,) u, Hao6opor, BaHAjHsg B AHAJHTHYECKYIO JIHHHIO TH-

tana (K7'). Has 3Toro H3vMepsioT HCKYyCCTBeHHBe NMPOGH — CMecH H3
5% TiOg 959 SiO, u 5% V205, 95 % SiO,. Kosbduuwnents BKia-
J10B PAacCYHTHIBAIOT MO (popMyiam

by =Ly Iri — Iy

¥ e | i
Kot = T — Py, K Ly—1Iy

HCTHBHYIO HHTEHCHBHOCTb XapaKTEPHCTHYECKOTO H3JIy4YeHHs BaHa/Hus

(/np) BHIUHCASIOT IO opMmyTe

(ly — I°y) — (I — ') K,
KR KT

Inp =

ITo pesyabratam nsmepennsi 10—15 o6pa3ioB cpaBHeHHS BHIYIC-

Ty
JAI0T S KaXI0ro H3 HHX omomeuue( IF ) H CTPOSIT rpaaynpo-
p /o.c,
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'I" \

BOYHBI rpaduk sasucumoctu Cy :f(,—p}. [padux umeer JuHeHHBIT
P

XapakTep W, CJeMOBaTeNbHO, /sl pacuera copepxanus saHaaus Cy

(B %) B mpoGe MOXKHO HCTIONB30BATh 3aBHCHMOCTD
Cy = K'Inpllp, rae K' = Ctga.

B moay4eHHBIil pesyJ/bTaT BHOCAT MONPaBKy Ha coJepikaHHe Oapus
B npoGe, onpejaejdenHoe JOOLM aHATHTHYECKHM METOLOM.

9. KOBAJIbT

B npupoie xo0aabT pacnpocTpaHed B OTHOCHTEIbHO HeBOJBLINHX
Koanyectsax. Cojepranne ero B 3eMHoll Kope coctasasier 1,8-1073 9.
B paccesimnoM cOCTOSHHH OH BCTpPeyaeTcsi BO MHOTHX H3BePIKEHHBIX
nopoaax (2-103—2,5-1072%), B nousax jgo 1029, B MOpcKoii
BOJe, B MHHepaJbHbIX HcTOuHMKax. KoGanbT oOHapysKeH B JKeJle3HbIX
(okoa0 0,6 %) n kamenuwix (0,08 %) mereopurax.

OH NOCTOAHHBIA CNYTHHK HHKEJsd, MPHCYTCTBYS B HHKEJEBHIX MH-
HepaJax, 4acto fBJAseTcsl IpHMechio B MapraHueBbX pyaax. Tak, ac-
Gosan npeacraBasieT cobOil MeXaHHUYECKYI0 ¢MeCh OKCHIOB MapraHua
¢ nepeMeHHLIM KoJiHdecTBOM okcuiaa kobaabta (10 17,3 % CoO).

Jlast cobeTBeHHO KOOAIbTOBBIX MHHEPAJ0B XapaKTePHA CBA3b C MbI-
wbsikoMm. HasectHo 10 40 Ko0ajibTOBBIX MHHEPAJIOB — apCEHH/IOB,
cyab(pua0B, apceHaTos, cyJbcoapcennjgos. Cpean HHX — koOaJabTHH
CoAsS, ckyrrepyant CoAsy, spurpun Cos[AsOs]2-8H0. Uncro ko-
GanbTOBBIE PY/Ibl BCTPEYAIOTCS CPABHHTEILHO PEIKO, HX MeCTopoxie-
HUS MaJOMOLLHEL

KobGaabT n3BiekaioT Kak moGoYHBI MeTaq NpH nepepaboTke He-
KOTOPBIX MEIHBIX, HHKE/IEeBBIX, KEeJIe3HbIX, MapraHieBblX H NOJHMeTa -

_JIHYECKUX PYA.

Kobaabt — 3jaeMeHT 1M0604HOI NOATPYNNE BOCLMOM rPynnbl nepHo-
anveckoit cucrembl I, M. Menjeneesa, Bxoasuuii B TpHaay xeJesa.
OrHocuTest K nepBoMy psily NepexoiHbiX 3JeMeHTOB. Ero mopsikosbiil
HoMmep 27, atromHas macca b8,93.

[Ipupoaubiii K0GaabT COCTOMT H3 01HOro crabuabHoro u3otona *Co.

Hekotoprie peakunn ofpaszoBaHHs PajiHOaKTHBHBIX H30TOMNOB KO-
Ga/ibTa HCHOJBL3YIOTCA NPH sAepHO-(QH3HYECKHX MEeTojax ero onpeie-
Jaennsi [47]: ¥Co (n, y) “Co (f12=05,26 roaa, sneprun uamMepseMbix
gunnit 1330 u 1170 k3B).

Hefitponno-akTuBaunonnelil ananausd ¢ obaydennem mpobbl B 1O-
TOKe HelTPOHOB #AAEpHOrc peaktopa (MOTOK TEMJIOBBIX HEHTPOHOB
10" —10" ¢+ em~2, 6blcTpbix — 10 —10'? ¢~'-cM~?) no3BossieT AOCTHYDL
npejena oOHapyXKeHHs, He AOCTYNHOro ApyruM wmeroaam, — (1—3) X
X 107® mkr Co. [Ipenesn oGnapyxKeHnsi KodaJbTa raMma-akTHBALHOH-
HLIM AHAJIM30M TPH HCHOJIbL30OBAHHH TOPMO3HOrO M3JydeHHs ¢ 3Hep-
rueil 20—35 MsB coorsercrsyer 0,1—1,0 mEr [231.

DaeKTpoHHAas CTpPyKTypa atoma Kobaabra 15%2s?2p83s?3pS3d74s?.

Obayyenne KobGaJibTa PEHTIEHOBCKHMH Jy4yaMH HJH BO3jedcTBHE
Ha Hero 3JeKTPOHOB BBICOKOH 3HEPruH MNPHBOAHT K BO30YMHKAEHHIO
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37eKTpoHOB raybunnsix K, L-o6oj04eK, B pe3yjabTaTe Yero BOIHHKAeT
pentrenoBckoe uanayuenue K-, L-cepnit aroma kobanabra. Hurencius-
HOCTb XaPaKTePHCTHYECKOrO M3JTYUEHHSl — OCHOBHOH mapaMeTrp B Me-
TOaX PEHTreHOCMeKTpasbHoro onpepesnenns kobasabra. [Ipenen obna-
pyxenus Kobaabra npu sroM cocrasaset (1—4) 1073 9%,

Kondurypauus BHEIHHX 3JeKTPOHOB aToma Kobasabra 3d74s?, 1. e.
HMeIOTCsl /IBd BHEUIHHX 3JeKTpoHa Ha 4S-opOHTaNH M He3aBeplleHHas
caeayioutas o6onouka. Ha 3d-opbuTtann pacnosoxeHnbl ceMb 3J1eKTpPO-
HOB BMecTO jAecaTH. B cBsizu ¢ aTuM HabaiojaeTcs TeHAEHIHs, Xapak-
TepHas [AJsi psja MepexojHBIX 3JeMeHTOB — THTaHa, BaHaiuf, Xpoma,
MapraHiia, e/jesa, K MOHHKEHHIO YCTOHYHBOCTH BHICUIHX COCTOSHHII
OKHC/IEHHS 1 NOBBIIEHHIO YCTOHYHBOCTH COCTOSIHHS B CTEMEHH OKIiC-
JaeHus +2 no cpapHenuio ¢ +3.

IMorenuunaan nonuzauun Co—Cot—Co?*—Co03* cooTBeTCTBEH-
Ho pasHul 7,86; 17,05; 33,49 3B. Buicokoe 3HaveHHe TPeTbero moTeH-
IHa1a WOHH3AUWH YKA3LBAET HA TPYAHOCTh JOCTHIKEHHA COCTOAHHI
OKHCJEeHHSI BbILIE ABYX.

[Ipu ucnapenuu, AHCCOUHANUNH, BO3OVIKIECHHH HEHTPAJBHBIX HJH
HOHH30BAHHBIX aTOMOB KoOa/jbTa B YroJbHOH JAyre BO3HHKaeTr JHHei-
YyaThlii cnekTp B yJabTpaduosaeroBoii obaactu. B cnekrpe kobaabra
npucytersyer cabitne 700 auunii. Kobaabr pacnonoxen B ueHTpe psijia
aeTyyecTH CBOGOAHBIX JEMEHTOB B VTOJLHOI Jyre PSAOM C KeJae3om
i HuKeneMm. Oxkcnan KoBaabTa TpPH HCMAPEHHH B YIOJBHON jayre BoC-
CTAHABAHBAIOTCHA 10 MeTaana. B psaay JeTydecTH OKCHIOB, Tak ke
KaK H MeTanoB, KobaJbT 3aHnMaer LeHTpaJabHoe nojoxenne. Cyib-
dun koGaabTa B NPOTHBONOJOKHOCTh OKCHAAM BOCCTAHABANBACTCH B
ayre MeaaenHo. Kap6ouar kobGaiabra Jerko pasjaraercss NpH Temie-
paTtype yroJbHoil Ayri, nepexois B okcuasl [37].

HauGosee nuTeHcuBuasg JHHHA KoOaabTta 345,35 HM nosBJasAeTcs B
yroabHoil ayre npu coaepxanun okosao 0,001 %, nHeckoibko MeHee
yyBcTBHTEAbHBIC JuHHH 346,58, 340,51 n 344,92 um nosBasiorTcs npH
KoHUeHTpauun kobGauvra 0,005—-0,019%. ITpu onpenenenun B pyaax
Gosee ynobua ans Habmoaenns aunus 304,40 um[14], xotsa ona me-
Hee YyBCTBHTE/NbHA, YeM Jaunua 345,35 Hwm.

ITpu aromusaumu coeinHennii kobaabTa B MJIaMeHH BO31yX — alle-
THJIEH aToOMbl KoOaJbTa MOMVIOWAIT H3JYyYeHHe MOHOXPOMATHYECKOil
HACTOTBI NMOCTOSAHHOTO BHEIIHEr0 HCTOMHHKA CBeTa, Ha YeM OCHOBAHO
atomHo-abcopbunoMerpnyeckoe onpejieaenne. HMenmonbdyemas anuna
BoJiHbl 240,7 uM. MeTox mo3BoJsieT onpeiensTh coAepKaHna KobaabTa
6osee 0,005 % wmenocpeacTBeHHO W3 BOJAHBIX pacTBOpoB, Gogee
0,0002% — npu 3KCTPAKIHOHHOM KOHIEHTPHPOBAHHH HJH HCHOAb30BAa-
HHH 3JIEKTPOTEPMHYECKOH aToOMH3alLIH,

Kobaabr B paay wanpsKennii pacnonoxed Jesee BoJopoaa. Ou
MEIJeHHO pacTBOpsercs B pas3faB/JeHHBIX COJSHON MW CepHOIl KHEao-
Tax ¢ obpasosannem coueit kobaabra (I1) u Buigenennem Bojopoia.
(Iorenunaa naput Co?'/Co cocrasaser — 0,277 B).

B noaaeagioulem GOJBLWIHHCTBE NPOCTHIX COEIHHCHHIT COTJIaCcHO
3JeKTPOHHOH KOH(pHrypauuu artomMa KodaJbT HMEeT CcTeleHb OKHcJie-
Hust 42 (kapGoHaTel, HHTPaTH, cyabaTh). Jlas KoGaabTa HEH3BECT-
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Ha crenedb okHcaeHds Boine 4. Kobaabr (I11) obmamaer Gouablueit
yeToliunBoCTbIO, UeM Kobaabt (I1) B cayuae rujgpokcuga, GpTopuios H,
riaaBHBIM 00pa3oM, GOJbIIOrO 4Hcaa KOMIIEKCHHIX coeanHenuii. Tak,
B BOISIHBIX PAacTBOpPax, He CcojepxKaulux KoMmmiekcooGpasoBaredei,
OKHcaeHHe KobOaabta o koGaabra (III) 3aTpyaHeHo: B MpHCYTCTBHH
KoMmnyekcoobpasosarenast (manpumep, NHj) veroitunBocts koGajbra
(I1T) 3maunTenbHO BO3pacrTaer 3a cyer 00Pa30BAHHA KOBAJEHTHBIX
cBssei.

M3BectHbl oKcHAH M ruapoxcuast kKobaasra (II), (III) u (IV).
Oxcun xobasbra (II) obpasyercs npH OKHCJIEHHH MeTaJJIHYeCKOro
KoBanbTa mapaMu BOJBl MPH TeMNepaType KPacHOro KaJieHHs, a Tak-
JKe TIPH HAarpeBaHHH B aTMocpepe HHEPTHOrO rasa HJAH B BaKyyMe
KapOoHaToB, cy/b(haToB, THAPOKCHIOB.

I'napokcug Co (II) obpasyercs npum noGaBieHHH pacTBopa el-
KOr0 HaTpa HJH THAPOKCHIA4 aMMOHHS K pacTBOpaMm coJeit KoGaibTa
(IT). Tlpn ocaxaenun HeGoJbIIMM H3GBITKOM €1KOTO HaTpa cHauyaja
BbIJIeJISIeTCA  CHHHII  0Caj0K, KOTOPOMY [pHIHCBLIBAIOT  Gopmyay
Co(OH)Cl uaun CoO -H0, 3atem on nepexoaut B posossiii Co(OH)s,
MeJJIeHHO OKHCJAfoluiics kucaopogoMm Bosayxa B Co(OH)s; Gyporo
usera. OKnclenHe yckopsiercs B NPHCYTCTBHH XJopa, Gpoma, Tepok-
CHJAa BOJOpPOAA M APYrHX okucaureneil [34]. pH wavana ocaxaeHns
Co(OH)2 coorBerctByer 6,8, MOJHOCTBIO OCayKaeHHe 3aKaHUHBAECTCS
npu pH okono 10.

Oxena ko6anbra CosO4 obpasyercsi npH HarpeBaHHH OKCHAA HJH
ruapokcHaa xkobanbra (I1). Ilpn noBblurennn Temnepatypbl  Bbilile
700—900 °C npoucxoautT ero Tepmuyeckas auccounainsn: Co0y=
=3C00+1/20,.

Oxkena u ruapokena kobaaera (II1) pacrBopsiores B KHedoTax ¢
obpasoBannem coJeil kobaasra (II) u Buzenennem kucaopoga. Ilpoc-
Thie HOoHBl KoGasabra (I1I) B BOAHBIX pacTBopax HEyCTORYHBHI, JETKO
BOCCTAHABAWBAIOTCA 10 HOHOB KobGaabra (II).

Cyabar kobanbra CoSO; (po3oBoro uBera) HCHOJb3YETCH Kak
rpasuMerpuyeckas ¢opma npu onpeaeiennn kobdadabra. Coab rurpo-
ckonnyHa. M3 BOAHBIX pacTBOPOB KPHCTANIH3YIOTCH THAPATH pas-
Juunoro cocrapa. HauGonee ycTOHYHBEL MOHO-, renta- M reKcaru-
ApaTHl.

Xaopna kobGanbra Ge3BoAHBII (cHHEro 1BeTa, THIPOCKONHYEH) H
wectupoaubiii CoCly- 6H,O (Temno-pososuiii). Xopolio pacTBOPHMEL
B 3THJOBOM, METHJOBOM CIHPTaX, AMITHIOBOM 3dHpe, aueToHe ¢ 06-
pasoBaHHeM pacTBOpOB, oO0.anaolIHX cHHell okpackoil. ['mapatupo-
BaHHble HOHBI KoGaabta (I1) nmeloT po3oByIO OKpacky.

Ko6anbT OTHOCHTCA K 39/1eMEHTaM, B aHATHTHYECKOH XHMHH KOTO-
poix Gosbliasi posib NPHHAIEKHT KOMIVIEKCHBIM COELHHEHHSM.

Ponanunanble KoMMJeKchl KoOadbTa 3IKCTParupyrloTcss H3 BOAHBIX
pPacTBOPOB MHOTHMH OPTaHHYeCKHMH PACTBOPHTEIAMH: alleTOHOM, H30-
aMHJIOBBIM CIHHPTOM, 3THJALETATOM, IHKIOTeKCAHOHOM H APYTHMH,
InpuaaBas 3KCTPAKTy CHHIOI0 okpacky. CocraB KOMILIEKCOB pas/iHueH
B 3aBHCHMOCTH OT KOHILEHTPAlMH POJaHHJ-HOHOB H TIPHPOALI OpPraHu-
YecKOro pactBopHTens. PoaaHuaHble KOMIJIEKCH Ko6ajibTa HCHOJb-
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ayores aas (OTOMETPHYECKOro ero onpejfedenuss (MakCHMYMbl cBe-
TONOrJIOWEHHsI PA3HBIX KOMIJIEKCOB HAaXOAATCA B AnanazoHe 570—
620 nwm).

Has onpegenennst kobaabTa HCMOAL3YIOT TAKXKE IKCTPAKIHIO TPOii-
HBIX KOMIJIEKCOB, 06pa3oBaHHbIX POAaHHA0M KoOajbTa M 3aMelleHHbI-
MH apCOHHEBBIMH COJSMH — TeTpa(eHHJIapCOHHEM H JIPYTHMH.

IekcanuTpokobaabTHATLl KaJaud, Ta/iusd, cepebpa, a TaxKe ABOIi-
Hble COJTH ITHX KATHOHOB MaJo pacTBOpHMBI B Boje. Ha ocazxjexun
Me;Co(NQO;)s (rae Me —kaauii, TaJauii U Jp.) OCHOBAaHBI CMOCOGHI
oTAeNeHns KobaJabTa OT Psja CONYTCTBYIOUIHX SJIEMEHTOB, a TaKkKe
HEKOTOpble IPaBHMETPHYECKHE H THTPHMETPHUYECKHE METOJBI.

Komniekcrnble coeanHennsi kobaabra ¢ amMuakom (Co(NH;)2+,
Co(NHj)e**, Co(NHj)e**), nupuaunom ucnoab3yoTess mpH (oTomer-
pHYECKOM M MoJsporpadHyeckoM ero onpejieseHHH.

Brlcokoce/eKTHBHBIME U YYBCTBHTEJbHBIMH peareHTaMu sl onpe-
Jejiennsi KoGaabTa SBJIAIOTCS COAepiKalllie HHTPO30- M OKCHTPYIIBL B
opro-nosoxennyu. K num ornocstes l-uutposo-2-nadroa, 2-uurposo-1-
-naron,  1-uurposo-2-nadron-3,6-pucyasdokucaorst  (HuTpo3o-P-
-COJTB).

OcobGeHHOCTh peareHToB ¢ 3TOH PYNNHPOBKOI COCTOUT B TOM, 4TO,
SIBAASACL OKHCJHTEJNSAMH, OHH OKHCJAAWOT KoOadabr a0 kobaabra (III).
KoanyecTBeHHO peakiusi TpoTeKaer B ¢J1abOKHCTON M HeHTpaJsibHOIl
cpexax, HoO 06Pa30BAaBIIHECS KOMIJIEKCHl YCTOHYHBEL B KHCJBIX PacTBO-
pax. 9TH coelHHEHHs WINPOKO HCMOAB3VIOTCS AJs1 00HApYXKEeHHS H OT-
Jlesienns KkobanabTa, AJs €ro KOJHYECTBEHHOTO OMpejie/]eHHs TpaBHMET-
pHYECKHMH, THTPHMETPHYECKUMH H (DOTOMETPHYECKHMH METOAaMIL.

KobaaeT oGpasyer coelHHEHHSI ¢ OKCHMaMH — JHMETHJTJIHOKCH-
MOM, (pOpMaJIbIOKCHMOM, CAJMHIHIANBIOKCHMOM H Ap. MHOrne ns HHX
MOXHO HCNOJB30BAaTh B KAUECTBE PeareHToB /sl €ro (pOTOMEeTpHYeCcKO-
roO onpejae’eHns.

Oxkcunat koGajbTa PAacTBOPHM B Pas/iHYHBIX OPTaHHYECKHX PacT-
BOPHTEJIAX, UTO MOKET CJYXKHTb OCHOBOII 1151 (DOTOMETPHUECKOro Orl-
peleseHIst H ero 3KCTPAaKUHOHHOTO OTAe/eHHs .

Hutusonar kobaabra, obpasylouiniics B HefTPaJbHOM pacrtsope,
pPacTBOPHM B OpPraHHYECKHX PacTBOPHTENSX — YETHIPEXXJOPHCTOM YrI-
Jaepojie, xanopodopme. OH 3KCTparHpyercs H3 BOAHEIX PacTBOPOB MpH
pH 5,5—8,5, HO moc/e HEKOTOPOro CTOSHHS 3KCTPAKTH CTAHOBSATCS
cTabuABHBIMH 110 OTHOLIEHHIO K pasfaB/eHHBIM MHHEpaJbHBIM KHCJO-
TaM, YTO OOBSCHSIOT YACTHYHBIM OKHCJeHHeM KobaJbTa 10 TpexBa-
JdeHTHoOro [34]. DKeTpakt mMeer KpacHO-(QHOJETOBYI0O OKpacky. JKcT-
pakuueil MOXKHO H3BJeyb Heboublilie KoauyecTBa KoGaJbra.

Hustunantuokap6amar kKob6aasra (III) ocampaercs u3 BOAHBIX
pacrBopoB. Komniieke Xopollo pacTBOPHM B OPraHHYECKHX PacTBOpH-
TEJAX, 3KCTparupyercs M3 BOAHBIX pactsopoB npu pH 5—11. Mmeer
3HauYeHHe /51 SKCTPAKUHOHHOrO OTJAe]eHHs Kobaabra H ero (oro-
METPHYECKOTO ONMpe/e/IeHus.

Py6eanat kob6aibTa — MKeJTO-KOPHUHEBBI aMopdHblii ocalok, He-
pacTBOpHM B pa3baB/eHHBIX MHHEPAJbHEIX KHCJOTAX; HCHOJIb3yeTcs
05 00Hapy KeHHsl H OT/JeseHns KobannTa.
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B nabopaTopisix reoJorHyeckoro npouas NpHXOAUTCH HMETb /10
¢ onpegeneniemM KobasbTa B IHPOKOM JHANAa30He coAepKaHHii — ¢ Je-
CATKaMH MNpPOUEHTOB NpH anaause munepaaos, 1—3 9% —npu ana-
Jii3e MbIIBAKOBBIX H CePHHCTHIX pya, n+1072—n-10"' % nns oxmuc-
JIEHHBIX PYJ, @ NPH KOMIIEKCHOM HCNO/Jb30BAHHH CBIPbS NPOMBILIJIEH-
HbIIl HHTEpec MOryT NPeACTaBHTH H colepxxanus ot 0,00n %.

Conep:kanne Ko6anbTa B CHJIMKATHEIX TOPHHIX TOPOAax OOBIYHO
Koaebaercss or n+107* go n-107% %, nosTomMy reoXHMHUECKHE HCCIe-
JoBaHust npeanoJaraior onpexnenenne n-10749% Co, a B HEKOTOpBIX
ciayqanax (kBapuuThl, kKapGoHATHbLIE MOPOJLI) JKeJaTeJbHO H Ompejene-
nue n+107%9% Co. Ilpu ucnonbzoBaunu (pOTOMETPHUECKHX H ATOMHO-
aGcopOUHOMETPHYECKHX METOJ0B HeoOXOAHMO NpeJBapHTeIbHOE KOH-
IleHTPHPOBAHHE.

B 3aBucHMOCTH OT pemiaeMOH 3anayn HCMOJB3YIOT Pas/iHUYHEE Me-
TOABL ONpefeseHHsl — cnekTporpaduueckue, atoMHo-abcopbunomerpu-
yeckue, poToMeTpHUeCKHe AJA aHajau3a nopoi u pyxa. las onpenene-
HHA BechMa HH3KHX cojep:Kauuii — 10 2-107°° % mpumensior HeliTpoH-
HO-aKTHBALHOHHBI C pajnoXxumMiueckum Bblaejienuem. IToblueHnsie
KOHIeHTpaunu KobGanabra 10 n+10 % moryt ObiTh OnpeaeneHbi MOTEH-
LIHOMEeTpHYeCKHM, (QoToMeTpHYecKHM H aToMHO-abcopOunHoMeTpHYeC-
KHM MeTOZaMM aHajH3a.

9.1. XuMHYecKHe MeTOJAb! onpejeneHus KobaabTa

9.1.1. Pasnoxkenue KoGaabTcoaepKaWMX NOPoa,
Py H MHHepaloB

CyabhuiHbe pyABl pasjaraior npeaBapute/bHoit o6paboTkoil co-
JAHOH KHCJOTOH ¢ Noc/eAyiolnM 100aBleHHeM a30THOI KHCJOTH Hl
OCTOPOKHO OBIKHTaloT AAf ydajdeHHs OoJblIell YaCTH Cepbl H MBIIIbS-
Ka, a 3aTeM pasjaaraioT COJSHOH KHCJOTOI HIAM HapCKOH BOAKONH*.
Pyaw, coaep:kalne cepeGpo, ayuiie oGpadaThiBaTh a30THOH H cep-
HOM KHCJIOTaMH.

CuIMKaTHBIe NOPOJbl BCKPLIBAIOT (TOPHCTOBOJAOPOAHONH M CEpHOIl
KnucaoraMmu. Pyawl, He pasnaraemble KHCJIOTaMH, HanpuMep XPOMHTHI,
CIJIABJIAIOT ¢ LIEJOYHBIMH IJIABHAMH — eIKHMH LIeT04aMH H TMepOKCH-
/lOM HaTpHs, eAKHMH IIeJ0YaMH H CEJTHTPOH.

Tak kak kKoGaJbT BXOJAMT B MHHEPaJbl H PYAB, 4acTO HMellHe
CJIOMKHBII COCTAB, H €My CONYTCTBYIOT XeJe30, HHKesb, Melb, XpoM,
BaHajAuil, MOMHO/eH, MBIIBSK, NMPH HCMOJNB30BAHHH PAAa XHMHYECKHX
METOAOB ONpeJeeHus NMPHXOAHTCS Tpuberatb K ero OTAeJIeHHIO.

* Ecin HeoGX0/HMO, HEPacTBOPHMBLI OCTATOK CIVIABJAIOT ¢ NHPOCYIL(pATOM
KaJus HAH COAOH, nJjaB pacTBOpPHAKOT B COJIAHOH KHCJI0TE H pacTBop NPHCOEAHHAOT
K ocnosioMy. ITo onwty maGopatopun BCETEH, npu obpaGoTke cosisHOi H a3or-
HOMI KHCJIOTAMH B HEPACTBOPHMOM OCTaTKe COJeprKaHHe kobaabTa He npespiaeT
TBHICAYHBIC JOJIH NMPOLEHTAa.
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Haubonee nzbuparenen crnocob oraenenuss KoOaabTa OT MHOTHX
3JIEMEHTOB, OCHOBAHHBI Ha OCa)KIeHHH rekcakobajabTHata KaJns.
Ilpu mackupoBaHHH BHHHOI KHCJOTOH KODaJbT OTAeqsieTcsi OT HOHOB
a/llOMIHHUSA, XKeae3a, XpoMa, IHPKOHHA, BoJb(pama, Tanrana, HHOOHSA,
mosnbaena. Ilpn BLICOKMX cofepiKaHHAX THTaHa, HHOOHA, TaHTaja
JJIsT MacKHpPOBaHMS cJjejlyeT NpHMeHATb (ropua Hatpusi. B mpucyrer-
BHH GOJBLINX KOJAHYECTB HHKEJs, LleJ04HO3eMeJbHbIX METaJJloB, CBHH-
ua, BoJbdpama HeobXxoaHMO nepeocaxkienne ocaaka. Ocaxaenne
Koba/ibTa 3aMe/IfI0T BLICOKHE COJIEPKAHHS MbIIbAKA H AJIOMUHHA.

Ilpu anainn3e rOpHBIX NOPOJ, MHHEPAJOB H pyd KoOaJbT MOKHO
OTAENUTb OT ¥KeJjle3a, THTaHa M LHPKOHMS ocaxjieHHem HX Qochart-
HOHaM# B aneraTHom pacteope ¢ pH 3,5.

Pasanynas pacTBOPHMOCTb THAPOKCH/JOB METaJlJIOB IT03BOJISIET OT-
AedaTh KobaabT oT Jerkoruapoauzyoiminxcs wonos Il anaautnuec-
KOl rpynnbl— THTaHa, JKejae3a, aJIOMHHHS, Xpoma, ypaHa H JAPYrux
ocaKJeHHeM THAPOKCHIOB aleratoM HJaH OeH30aTOM aMMOHHS, CycC-
nexHsuei kapbonara Gapus, nupuauHom n apyrumu. Kobasabt npu stom
ocraercss B pactBope ([34]. Ilpn ocamaeHHun aMMHAKOM 3HAuYHTEJeH
3axBart KofaJbTa 0CajAiKOM; KOJHYECTBEHHOE OT/eJeHHe OT aJIOMHHHS
H Keje3a npoHexoAuT toawko npu pH 55—5,9 na pacrsopos, colep-
Kamux 59% xaopuaa avmmonns [34]. [lpu ocaxkaeHun ypoTpomHHOM
HeoOX0AHMO NepeocakjieHne ocajKa.

Ocaxnennem ruapoxcuia kobaabra (II1) nocneaunii oraeasor or
HHKeJs H LHHKA.

an JEKTPOXHMHYECKOM pasje/ieHHH BblAeJeHHe KobaabTa 37€eK-
TPOJH3OM H3 aMMHAYHBIX PACTBOPOB NO3BOJAET OTAEJHTB €ro OT LHH-
Ka, KaiMHA H APYrHX. Buecre ¢ kobaabToM Ha KaToje ocaxaaloTcd
HHKeJb H Mellb.

Muorue KoMIJeKCHEIe cOoelHHenHs Ko0aJbTa XOpPOLO PacTBOPHMBI
B OpPraHHyecKHX PacTBOPHTEJSX, YTO MO3BOJSET HCMOJb30BaTh HX /4
IKCTPAKIHOHHOTO OTAeqeHns KobGaabra. IIpH 3KeTpakuHm AHTH30HOM
H3 KHeawlx pactBopoB (pH 4) xobaaer oraensiercq or mMean u3 caabo-
11eJOYHBIX B MPHCYTCTBHH LHUTpPaTa — OT KeJae3a, THTaHA, Xpoma, Ba-
Haaust u Apyrux sjaementoB. Jmstnagutuokapbamart kobaawra (II1)
IKCTPArHpyercs YeTbPeXXJOPHCTBIM VIVIepoaoM, xJopodopmom, Gyti-
Jgauneratom n3 pactopos ¢ pH 4—I11. O6pasosasiuniics AHITHILH-
THOKap6amaT KoOaabTa OYeHb YCTOHYHB: MelLlaloIlHe 3/eMeHTbl, IKC-
Tparupylolliecss BMecTe ¢ K0oOaJbTOM, MOXKHO Pe3KCTParnpoBaTh pas-
6aB/I€HHBIMH KHCJIOTaMH.

JKcTparupoBaHue KoMmiekca Kobaabta ¢ 1-HHTPO30-2-HadTOJOM
n3 pacrsopa ¢ pll 3—4 xuopodopmom, GeH30J0M, TOJIYOJOM [0O3BO-
JsieT OTAEJHTb €ro OT MHOrHX KaTHOHOB. YacTH4HO H3BJeKalouiHecs
COBMeCTHO ¢ KoOaabToM HHKeab H xkedezo (IV) peskcrparupylores 2M
COJIAHOH KHCJIOTOM.

Has ornenenns kob6agabra HCMOAL3YIOT HOHOOOMeHHble cMmoanl. M3
9M coasHoit KHCJIOTH KOGaabT copGupyeTcss aHHOHHTAMH B BH/E aHH-
onHoro kKommiekca. ITpu nocaeayiomeii o6paborke anuonnta 4M co-
JAHOI KHCJTO0TOI K0GaabLT MepexouT B 3J10aT.
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9.1.2. 'paBumeTpHuecKoe onpejenenne Kobaabra

KobGaabr Moxer ObiTh onpejesen B3BellHBaHHEM B BHIe MeraJ/uia
noc/je BbEJeHHs 3JEKTPOJH30OM H3 aMMHauHoro pacrtsopa. [locnen-
HHII He JOJKeH COJAepXKaTh METaJLI0B, OCaKAaIOUIHXCA COBMECTHO C
kobaabToM. Ilepen saexTpoausom oduiuHo nposoast oraenerune Co or
CONYTCTBYIOLWMX 9J1€MEHTOB.

Mertaaandecknii KodaJabT MOXKeT ¢JYKHTb KOHeuyHoll ¢opMmoil rpa-
BHMETPHYECKOro ONpeieaeHis NOcae ero BbieJeHnst B BHLe cyabhuia,
rHApoKcHaa, l-HHTpo30-2-HadTONaTa M NPOKAJHBAHHA OcCajka B at-
Mocepe BOLOPOA.

['paBuMerpHuecKie MeTOAbl onpejenenuss Ko6aabTa B GOJBbIINHCTBE
CIV4aeB MaJIOCEJCKTHBHBEL H B HACTOsIEe BPEeMf PeiKo NMPHMEHSIOTCHA
B aHajH3e MHHEPAJbHOTO ChIPbS.

9.1.3. TuTpumerpuueckoe onpejenenne Kodanbra

Han6osee mwupoko pacnpocTpaHeHbl NPH aHajH3e MHHEPaJbHOro
ChIpbsS THTPHMETPHUECKHE MeTojbl onpegescHus kKoGaabTa, OCHOBaH-
Hble Ha OKHC/JIHTEJbHO-BOCCTAHOBHTEIbHLIX peakuusx. M3pectHol Tak-
7€ METOJB, B OCHOBE KOTOPBIX JIeKAaT peakilil KoMmJiekcoobpasoBa-
HHSl H OCazKJeHHs.

M3 OKHCAHTENBHO-BOCCTAHOBHTEJILHEIX METOA0OB HamboJsbliee TpH-
3HaHHe TMOJIY4YHaT Mero] okncaenusa kobGamapra (I1) no kobanbra (II1)
pactBopom (eppHuHaHHAa Kajaus B ciaaboutenounoii cpege (Muerpyk-
unst HCAM Ne 40-X [27, 34]).

Co?* 4- Fe (CN)#~ — Co3* - Fe (CN)yt-.

TurpoBanne BeAiyT B aMMHAYHOM pacTBOpe, cojeprKalleM XJOPHILl H
uurpatel. B stux ycaoBusax xo6GanbT o6pasyeT aMMHaUHBIE KOMILIEK-
cel. CKayoK MNOTEeHLHaJla B TOYKE 3IKBHBAJEHTHOCTH HEBEJHK.
[Ipamoe TuTpoBanne pacTBOpoOM (QeppHlUHAHKHIA KaJusig Hey1o0HO,
TaK Kak KoOGaJbT NPH 3TOM MEIJEHHO OKHCJISeTcs KHCJIOPOAOM BO3-
ayxa. Ilpumensiior o6patnoe Tutpoanue nadwitka Ks;Fe(CN)g pacr-
BOPOM cyJabaTta Kobaabra. [IpsiMoe THTPOBaHHE MOXKHO BeCTH B HpH-
CYTCTBHH TJyTaMHHOBOH KHCJIOTHI, ofpasyiolleii ¢ Ko6aJabTOM HEOKHC-
JAAIOUNHCA Ha BO3AyXe KOMIJIEKC, HO pearupyioulnil ¢ deppuunaHu-
aom [34]. Ammuaunsie pactBopbl coJeil koGasapra (III) okpauwenst B
BHILHEBO-KPACHLIIl IIBET, MOITOMY TOYKY 3KBHBAJEHTHOCTH YCTaHaBJlH-
BAIOT [OTEHIHOMETPHYECKHM MHJIH aMmIepMeTpHYecKHM crnocoboM.
HMMeeTcss MHOrO BapHaHTOB KOMIJIEKCOHOMETPHYECKOTO THTPOBaHHS
koGaabra. Monsl koGaanra (II) ¢ kommaekconom III oGpasyior no-
CTATOYMHO NPOYHOE KOMIIeKcHoe coeamuenne (pK 16, 31) u wmoryr
OBITL OTTHTPOBaHB pacTBopoM Kommiekcowa 111 mpn pH 4—I11. Onu-
caHbl METOABl MPAMOro M 0OGpPaTHOrO THTPOBAHHA, IIPH KOTOPOM H30bI-
TOK Kommviekcona I1I orTuTpoBBIBaloT pacTBopom cyabdara LHHKA HIH
marnns., Komnuaekconar kobanbra ofaajzaer coOcTBeHHON OKpackoi,
1I03TOMY THTPYIOT BecbMa pasbaBJ/iecHHBIe pacTBOPH. B 3asucumocti or

157



pll pacTBOpOB, B KOTOPHIX BEAYT THTPOBAHHE, HCHOJb3YIOT HHAHKATO-
PHl MYypekcHj, MHPOKATEXHHOBLIT (pHOJETOBLIT H JP.

Ilpu onpenesennn Ko6aJbTa ¢ HCNOAb30OBAHHEM peakulHil ocaxjie-
HHSl IIPUMEHSIIOT THTpPOBaHHe pacTBopamu l-HHTpO30-2-Ha(TOIa, pPY-
6eaHOBOOPOAHONH, AHTPOHHJIOBOH KHCJOT. YCTaHOBJEHHE TOYKH 3KBH-
BaJIEHTHOCTH NPOH3BOAAT (oToMeTpuuyecKuMH, (GoTOoTypOHAHMETpHYEC-
KHMH WIH aMnepoMeTpuueckuMi crnocobamn [34].

6.1.3.1. Morenunomerputeckoe onpenenerHHe Kobaabra

Metoauka pekomenjaoBana Auast onpejednenns 0,5—30,0 % xobGanb-
Ta B pylax H KOHIleHTpaTax, cojep:xauiux xpoma wmenee 0,1 %, map-
rania ne Oosee 10 % ot copepxanua xoGanabra.

B ocHOBe MeTOAHKH JIeXKHT peakuus okuciaeHus kobaawbra (11) no
Kob6aabra (I11) pacrBopom deppuuHaHnIa KaJausa B aMMHA4YHOH cpe-
ne. Touky 3KBHBAJEHTHOCTH YCTaHABJHBAIOT MOTEHILHOMETPHYECKH IO
CKauKy noreHiuana. B menuiTyeMblil pacTBOp nepei THTPOBaHHEM BBO-
OAT WHTPAT KaJjlus, HAaTPHS HJIH aMMOHMS /18 yAep:KaHusi B pacTBope
B BHJE pacTBopumMbiX KoMmmJjexkcon zKeneza (I11), wmapranua (II1),
aniominua n apyrux vonos (Mucrpykuns HCAM Ne 40-X, [27]).

Keneso (II1), unkean, menp (II), xpom (VI), umsk, BaHaamii
(V), mpibak (V), Boabgpam (VI), moaubaen (VI) m apyrue aae-
MEHThI, He MEHSMIOLLHe BaJeHTHOCTh B aMMHAUHOM pacTBOpe, He Me-
1I310T Onpe/leseHno KobaabTa.

Mapranen (lI), kak u xobaxwstr (II), oxncasercs deppuunanngiom
B ammuaunom pactsope no mapranua (III). Ero copepxanue npensa-
PHTEAbHO onpeaessiorT GOTOMETPHYECKHM HJH JIPYTHM METOJ0M B aJi-
KBOTHOH 4aCTH pacTBOpa H BHOCST COOTBETCTBYIOULYIO TMONPABKY B pe-
3yJabTAT onpejesneHHs KoOajabra. ITOT NpPHEM JaeT BHOJHE YI0BJET-
BOPHTE/bHBEIE Pe3yabTaThl, eciu cojep:kanue Maprauua B 10 pas nnmxe
coiep:kanus KobaanLTa.

Xpom (II1) okucasiercss deppHIHAHHIOM, I B €0 NPHCYTCTBHH MO-
TyT ObITH MOJyYeHbl 3aBbilieHHble pe3ynbraTbl. OLHAKO 3aMeTHbIE KO-
JINYECTBA XpoOMa peaKo BeTpedaloTess B KoOAaJbTOBHIX pyjax.

Peaktusw. 1. ®eppununanny kaaus 0,05 u 0,1 n. pacrBope. TuTp BoaHLIX pac-
TBOPOB OCTAeTCA MOCTOAHHBIM B TeuenHe 3—4 wegenn. 1 ma 0,05 u. pacrBopa dep-
prmHanuaa kaaus coorBercreyer 0,002947 r ko6aawra, 0,1 H.— 0,005894 r kobasabra.

2. Pacreop coau koGaabta 0,05 u 0,1 n. das noayuenus 0,1 n. pactsopa Co
uapecky 28,2 r CoSO4-7 HoO uan 23,8 r CoCly-6 H,O pactsopsiior B BOLe, mpH-
Gapasior 50 r xgopuaa amMmoHus, QuabTpylor, aoGasasior 40 ma HCI (1,19).
PactBop nepeHocHaT B MEPHYIO KOJAOY BMECTHMOCTBIO | J, AOJHBAIOT 10 METKH BO-
Hoii. B ycnoBHAX THTPOBAHHA YCTAHABJAHBAIOT COOTHOWIEHHE MEMXIY pacTBOpaMu

conu KobGaawra ¥ GeppHIHaHHla Ka.’IHﬂﬁK:—g—. rie A -—obweMm (eppuuHannia

Kajud, B3ATOrO Ha THTpoBanue, MJa; 5 —obueM pactBopa coin Kobaiabta, H3pac-
XOMOBAHHOTO HA THTPOBAHHE, M.

Hasecky 0,1—3,0 r B crakane BmectnMoctbio 150—200 mu Kunsi-
TAT B Teuenne 15—20 mun ¢ 15 ma HCl (1,19) noa wacoBbiM cTek-
JIOM 10 TpeKpalleHHs BBIIEJEHHs cepoBojopoaa. K oxnaxaeHnomy
pactBopy npuausaior 15 ma HNO; (1,40), Heckonbko Kameab Gpoma
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M ocTaBasior Ha xojoje 30—45 MuH AJd OKHCJAeHHS BblAeJHBIIEHCsH
cepsl (B ee orcyTcTBHe Gpom He jobaBasior). PacTBop ocTtopoikHO Ha-
rpesaioT, 3areM ynapusaior jocyxa. O6paboTky coasHoli KHCJIOTOH
nosropsioT ABaxabl. Cyxoil ocratok cmauusaior 3—5 ma HCI (1,19),
pasbasasior Bopoii 10 20—30 Ma H HarpesaioT MmojJ CTEKJIOM A0 pacT-
BopeHus coJjeil. Ecain Ha He cTakaHa OCTAHYTCH YaCTHIBI 3JeMeHTap-
HOH cepbl, 06paGoTKy a30THOH KHC/AO0TOH W GpoMoMm cJjaelyeT MOBTO-
PHTD.

[Toayuennslii pacTBOp BMECTE ¢ HEPAaCTBOPHMEIM OCTATKOM IepeHO-
CAT B MepHYIO Koaby BmectuMocTbio 100 i, 10oaHBalOT 10 METKH BO-
JLOit M MepeMellHBalor.

H3 nonyyennoro pacrsopa Gepyr ananksotHyio yactb 10—20 ma u
B Hell onpejiesioT cojep:kKaHHe Mapraiua (pOTOMETPHYECKHM MeTOIOM
HJN MeTOJ0M aToMHOI aGcopbuuu (cm. raasy 3).

Hast onpenenenust kofaabta M3 pacTBopa OTOHPAIOT aJHKBOTHYIO
yacte 25—50 ma1 B crakaH Bmectumoctbio 100—150 miu, zo6aasior
5 I XJOpHIa aMMOHHS H HarpeBaloT 10 €ro pacTBOPEHNHs.

B crakan Bmectumoctbio 200—250 ma BHocsiT 4—5 r unTpara Ka-
Jansi, Hatpus uan ammonus, 30 ma 25 Y%-woro pacTBOpa amMmHaka H
touHo n3 mukpobioperkn 0,05 wan 0,1 H. pactsop (eppuilHaHiia, B3si-
THIH B HeOOJbIIOM H30OBITKE OTHOCHTEJBLHO TpeANo/araeMoro Koaude-
cTBa Kobasabra. B pacTBop morpyKaiotT HHAHKATOPHHIH NJAaTHHOBHIH
3JEKTPOJA, NpPHCOEIHHEHHBIH K KJeMMe I[OTeHIHOMeTpa CcO 3HaKOM
MJI0C, KaJOMeJeBEIl 3/JeKTPoj cpaBHeHHs (KapaHalllHOTO THHa) H
Mewagaky. B amvuaunelii pactBop (eppHilHaHnia BJAHBAIOT MELJICHHO
TOHKOIl CTpyei HCObITyeMblil c/1aBOKHC/BI PacTBOP BMecTe ¢ HepacT-
BOpHMbIM ocTaTkoM. CrakaHn TulaTe.bHO omnoJjackuBaloT 2—3 pasa au-
CTHJIJIHPOBAHHOI BOJOI, BJAHBAsL NMPOMBIBHYIO BOLY B TOT JKe aMMmuay-
Hblil pacTBop. O6wuii 06beM pacTBopa nepeil THTPoBaHHEM He JIOJKeH
npespiiate 100—150 ma (cuiabHOe pas3baBicHHE CHHXKAeT YeTKOCTh
THTpOBaHHA). CMellaB pacTBOPBI, MPOBEPSAIOT HAJHYHE B HHX H3OBITKA
deppuuHannga H3MepeHHeM Pa3HoCTH noteHunanoB. Ecian B kadectBe
BCIOMOTATeNbHOTO 3J1eKTPOLa NPHMEHSIIOT HachlIleHHbIH KaJoMeJeBblii,
TO pasHOCTb NOTEHIHAJ0B JloJkHa ObiTh He Menee 250 mB. Econ ona
MEHbIIe, TO B PacTBOP HeMeLJeHHO 100aBJSIOT HECKOJIBKO MHJIIH-
JUTPOB (heppHIHAHHAA KaJHS.

Ha norenunomerpe ycranasaupaior Hanpsxkenne 200 MB (npu na-
JKATHH Ha KJIOY MOTEHIHOMETpa yKasaTedb rajbBaHOMETPa Pe3Kko OT-
KJIOHSIETCS OT CBOEro HYJEBOrO I0J0XKeHHst U OObIYHO YXOLHT 3a lpe-
deqbl wkadab). Hacrtpons npubop, u3 BTOpoil Gl0peTkH cTpyeil BJIH-
BAlOT BCIOMOraTe/bHbll pacTBop KobaabTa /0 Tex Nop, NMoKa yKasa-
TeJb raJbBaHOMETpPA He BepHercsl K HyJdeBOMY noJoxenuio. Ha mnoren-
ILHOMETPE YCTaHaBJAHBAlOT HOBOe Hamps:Kenne, pasHoe 150—160 mB,
H MPOAOJKAIOT THTPOBaHHE pacTBopoM KoOaJabTa, A06aB/iss ero no
kanasaMm. Ilocae npubapnenns npubanzurennHo 1—1,5 mMa ykasateab
raJbBaHOMETpPa BHOBb BO3Bpallaercsi B HyJeBoe noJoxenne. Haunuas
C 9TOr0 MOMEHTd THTPOBAHHE BeAyT OCOOEHHO OCTOPOZKHO, H3Mepss
nocje npudasjieHus KaxK10# odvepelHOH KanJu 3HAaYeHHe pPa3HOCTH
NMOTeHIHaJ0B. 3aniChiBAIOT KOJHYECTBO NpHOGaBJEHHOrO pacTBOpa KO-
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Gaabta u namepsemyio J1C. Konen tuTpoBaHusi onpeaeisior no Hai-
Gosbuiemy uamenennio J1C nocse npubasienus ouepeiHoi Kamin pa-
crBopa. Jlnst KOHTPOMS yCTAHOBJAEHHS TOYKH SKBHUBAJIEHTHOCTH B pa-
CTBOP JMOMOJHHTEJNbHO NpubaBasioT 1 MJa pacrsopa deppulHaHHAA H
MPOAOIAKAIOT THTPOBaHWE J0 HOBOro Hauboabiiero uamenenus IJ1C.

[1pu pacuere peayabraTa aHa/H3a YUHTBIBAETCH B3ATHII HA THTPO-
Banue o0beM pacTBopa npoObl. BbiuHTAOT NMONpaBKYy Ha MPHCYTCTBHE
B npobe mapraununa. Koadduunent nepecuera comepKanusi MapraHva
B 3KBHBaAJEHTHOe cojlepaHue kobanabra — 1,073,

9.1.4. doromeTpHueckoe onpejeseHne KobaabTa
¢ HUTPO30-P-conbio

MeTtoanKka peKOMeHJ0BaHa JI1f onpejeseHns Kobaabra NpH Coaep-
kauun ot 0,004 1o 0,5 %.

Honpr kobaabTa 00pa3yioT ¢ HuTpo3o-P-coabio B caabokncaoil cpe-
Jle TIpoYHOe KOMIJIEKCcHOe coejflnHeHne KpacHoro ugera® (Muerpyxkuns
HCAM Ne 124-X [27]). MagkcuMyM CBETOMOIVIOUWIEHHS PacTBOPOB
KoMIJIekca KoOaJibTa JIeXkKHT B (puoJeToBoil wactu cnektpa. A6copo-
nnio pactsopa usmepsiior npn 490—510 num. JlunefinocTh abBeopbunn
coxpausiercst 10 0,3 mMr kobaanta B o6beme 50 MJ OpH TOJLLHHE CJa0H
10 mm. Okpacka pacTBopa ycroitunBa npi paccesinnom csere. [Ipu
SPKOM cBeTe oHa coxpansaercs B Tedenne 60—90 mun.

OxpalleHHoe coeanHHeHHe ¢ HHTPO30-P-coibio 00pasyioT Takmke
Meiab, HHKeab, xenezo (II) n naanaauii. KomniekcHoe coeinHenue
MEIH W HHKeJsl ¢ HUTpPo30-P-conbio obpasyercst paHblie, YeM KOMII-
JeKcHoe coegnHeHne Ko6aabTa. OZHAKO B OTJIHYHE OT COEAHHEHHH KO-
fanbTa OHM Pas3pylWalOTCs NPH KHIMAYEHHH ¢ a30THOH Kucaortoil. Bans-
HHe MeJH H HHKEeJs IIpH HX cyMMmapHoM coxep:kaunn 1o 50 mr yctpa-
HAIOT NO XOAYy aHaJju3a nobasjennem nurparta natpus. Keaeso (III)
Mewaer coberBeHHoil okpackoit: 100 mr Fey,Os; moryr ObITb ODpHHATBI
3a 0,5—1,0 mkr ko6Ganbra. [lo xoay aHajn3a Keae30 CBA3LIBAIOT B
crabookpauteHHeil dochaTHEl KoMmnaeke. B nmpucyrerBui docdaror
MeIb H HUKeJb MPH HX CYMMapHOM COLEp:KaHHH MeHee 8§ Mr He Me-
Ia0T onpejeseHnio KobaabTa.

[Tpucyrcereue B potomerpupyemom pactBope 1 mr xpoma (VI) 3a-
HHXKaeT pe3yJbTaThl onpejeneHus Kobaabta Ha 7—15 ord. %. HMonnl
xpoma (III) BeaiencTBHe cBOell OKpacKH 3aBHIIAIOT PE3VJLTATHI ONpe-
Aenennst ko6anbra: | mr xpoma (III) moxer 6wth mpuust 3a 1,0—
1,5 mxr Co. Houwl Bawazus (V), obaanasi coGCTBeHHOH OKPAaCKoi,
TAKJKe 3aBbIIAIOT pe3yJbTaThl onpeieleHns KobaiabTa, a BaHalnil
(IV), obpasylomuiics npu ynapusaHHH KHCJIOCO pacTBopa BaHaLHs
(V), paspywaer oxpauienHoe coeauHenne kobaabta. [TpucyrerBue B
aJHKBOTHOM uacTu pacrsopa 0,2—0,3 Mr Banaaua He BJHSET Ha pe-
syabratsl anaansa. 0,5—1,0 Mr Banaaus npH NOBBILIEHHOM cojepiKa-
i Kemesa (20 mr) wan mean (10 mMr) moryT ObITL HPHHATHL NPHOJIH-

* Tlpounoe KOMIICKCHOE coeiHHeHHe KobaJabTa ¢ HHTPo30-P-coaplo obpasyercs
Tak:xe B aueraruoi cpeae (pH 5—6,5).
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auresbio 3a 1 Mxr kobaabra. Ilpu pasnokenun npobbl cnaabBienHeM
BJHAHHE XpoMma u BaHajus ycrpanserca. Turan (IV) n Boasdpam
(V1) B corabokuicaom pacTBope NoABepraiotcss rHApoan3y. BeaeacTeue
9TOro B npucytcTBuH Gosee yem 2 wmr TuTaHa uau 1 Mr Boabdpama
KOHe4Hblil pacTBop mnoJy4aercs MyTHbiM. Ilpm pasiomeHuu HaBecku
KHCJIOTAMI BOJb(paM MNPAaKTHYECKH MOJHOCTbIO BBLAEJNSETCSs B BHJE
BOJb(MPAMOBOIl KHCJIOTHI, KOTOPYI0 BMeCTe ¢ HEpPacTBOPHMBIM OCTaT-
KOM oTAensioT or kKofaabta ¢QuabTpoBanueM. C  HepacTBOPHMEIM
ocTaTKoM otaensiercst u Oodabluas yacTb tHTana. MomuGaen (V1) npu
cojlepxaHun ero B (poTOMETpPHPYyeMOM pacTtBope Oojee 3 Mr 3aHHMKAaer
pesyJbTaThl onpejenaenus kobanabra. Mapraunew (II) npu coxep:kanuu
A0 50—60 Mr B (oTOMETPHpPYEMOM pacTBOpe B NpHCYTCTBHH docda-
TOB He Mellaer onpejesaeHnio ko6aabra. Ha pesyabrarhl onpejeneHius
5—40 mkr xkobaJbra B NPHCYTCTBHH LHTPATOB MapraHell NpPH cojep-
KAHHH 10 D Mr He BJHsAeT, eciH B (OTOMETPHPYEMOM pacTBOpe NpH-
cyrctBylor 50 Mr keneza wau 20 mr xeaeza u Oosee d Mr Menn.

Oxpawennoe coeannenne kKobaabra moayyaior npu pH 53—6,0 B
npucyteTBHn alnetatHoro 6ydeproro pactsopa. [Tocie nobasienns Hu-
Tpo30-P-conn pactBop Harpesaior Ha BoAsHoH Gane 25—30 mun. [Tpu
3T0M K0OaJbT KOJHYECTBEHHO pearHpyer ¢ HUTPo30-P-coabio lake Npu
BLICOKOM COJEpP’KaHMH Kejde3a M APYTHX 3JeMEHTOB, 00pasyioluiux
ocaaku B caabokucnoii cpeae. [locne no6aBiaeHus azoTHON KHCAOTHE
pactBop KunsitaT 1—1,5 MHH, uT0OBl PAa3pYIIHTb OKPALUEHHBIE COGIH-
Hernus Kenesa (II), menu, HuKens n nepeBecTH H3OBITOK HHTPO30-P-
COJH B ¢/12a000KpalleHHYI0 HUTPOKHCOTY.

[aa matepuanos, cogepixKauiux Jiofble KOJHYECTBA JKeae3a H Map-
raHua, Ho He Gogdee 8 % meaun u HuKeas (B cymMme), NPH MakcHMAJb-
HOIl HaBecKe B aJHKBOTHOIl uacTH pactBopa 100 Mr BamsHHe Mellalo-
LIHX 3JeMEeHTOB ycTpaHsioT AgobasjenneM (ochopuoii kucnaors. s
MarepHaJoB, cojepxalnx golbe KoJndecTBa eaesa, 10 50 % mean
1 HHKeas (B cymme) H He Goaee 5 Y wmapranua, npu MakcHMmaJbHOI
HaBecke B aJMKBOTHOH uvactn pactsopa 100 mr Bausinpe Melalomnx
3J1eMEHTOB ycTpaHfAloT Ao0asieHnem (ocdoproil KHCJIOTH H LHTpaTa
HaTpPHA.

Peaktusor. 1. Hurposzo-P-coan, 0,2 %-uwpiii pactsop. Hasecky peaktusa 0,2 t
pacreopsiior 8 100 ma Boasl H (GuALTPYIOT. PacTBop COXpaHslT B TEMHOM MecCTe,

2. PactBop, comepmamuii 2 wmr FeO; B 1 ma. 12 r NHgFe(S0,)2-12 HO
pacteopsitor B 100 Ma Boxwl, B KoTopylo jaoGasaeno 1 ma H,SO, (1:1).

3. Crangaptueii pactBop kobGaawta. PactBop A: Hapecky 3JeKTPOJHTHUECKOTO
kobasbra (0,2 r nomemalT B KOJO0Y, HAKPHTYIO BOPOHKOH, H PacTROPHIOT TPH Ha-
rpesauud B 10 ma HNO; (1:1). PactBop nepenocat B MepHYIO K06y BMecTH-
MOCTHI0 | J1, 104HBaIOT BOJOH /0 METKH H nepememnrainT. 1 Ma pacrBopa A coiep-
#ir 0,2 mr kobaavra. PactBop B: 50 ma pacrsopa A noamsator 0,01M pactsopom
H;S04 10 1 a2, 1 ma pacteopa B coxepanr 0,01 mMr kobanbta.

Pasnoxenne cmecbio Kucaor. K nmasecke 0,2—05 r B
crakane BMectHMoctbio 100 Ma npuausaior 10—15 ma HCI (1,19) u
c1abo kunaTAT B Tevenune 15—20 mun. Ecan Matepnasa cojepsut cuiii-
KaTHYIO 4acTb, B KOTOPOIl MOMET co/ep:KaTbCsi Ko0aJbT, NPHIHBAIOT
2 ma HF wan nobasasior 0,5 r dropuctoro aMmonus 0 npojpoaxaioT
11 3ax. 405 161



kunatHTh emte 10 mun. [lpubasasior 5—10 ma HNO; (1,40), 10—
15 man HeSO4 (1:1) u BuimapuBaioT A0 MNOABJICHHS TIYCTHLIX IapoB
H,S0,. Oxuaxalor, cMbIBAIOT CTEHKH CTakKaHa BOJAOH M CHOBAa BbIMa-
pHBaioT 10 noseiaenus napos. ITo oxmaxaennn npuansaiot 10—15 ma
BOJIbl, HATPEBAIOT /0 PAcTBOPEHHs COJeil, NepeHOCAT PacTBOpP ¢ Ocaj-
KOM B MepHYK K010y BMectumoctbio 100 Ma u goamBaioT BOAOH 10
METKH.

PasznoxeHne cnJjaBjJeHHeM ¢ MNEpPOKCHAOM HAaT-
pus. Hasecky 0,2—0,5 r cnnasaswor ¢ 2—5 r NasO; B dapiopoBom
Turje. [11aB BoilleauuBaioT BoJOH npu Harpesanuu B Tedenne 10—
15 muH B crakane BmecTtHMocTbio 250 ma. Pas6apasiior ropsideil Bo-
noi npubaunsureavro o 100 ma, aaoT ocaiky ocectb H HIBTPYIOT.
CMBIBAIOT CTEHKH CTaKaHa BOJAOH M NMPOMBIBAIOT OCAM0K Ha (pHILTPE
2—3 pasa ropsuum 2 %-neim pacrBopom NayCOsz. Ocanok ¢ ¢uabtpa
CMBIBAIOT B TOT :Ke crakaH, npuausator 10 ma HCI (1,19) aas pacrt-
BOPEHHsl OcajKa M BhimapuBaior moutH jaocyxa. [IpubaBasior 5 Mma
H,SO; (1:1) u BEImapHBaloT A0 NMOsIBJEHHS ee TycThiX mapoB. U nanee
MPOJOJIKAIOT, KaK B crnocoGe pas3/oxKeHHs KHCJIOTaAMH.

ITonyuennslii pacTBop (GHJILTPYIOT Yepe3 cyxoil HABTP B cyXoit
CcTakaH. AJMKBOTHYI0 4acTb* MNOMeNlaloT B CTaKaH BMECTHMOCTBLIO
100 ma. HdaneHefiiunii X0 aHaJH3a 3aBHCHT OT TMpeanoJiaraeMoro co-
JlepxKanns B npobe Meln, HHKeJst 0 MapraHua.

I. Pyasl u muHepadsl, cofepxaine Jo0bie KoJauyecTBa xenesa H
Maprania, He Gosee 8 Yy Mean H HUKeJass B cyMMe. AJIMKBOTHYIO 4acThb
pacTBopa, cooTBeTcTBylolULyl0 HaBecke 100 mr, Beinapusaior a0 10 mu,
npubasasior 5 ma HzPO4 (1:9), octopoxHo HeATpaau3yiOT aMMmua-
xoMm (1:1) mo serkoro momytHenust u npubGasasior 1 MJa B H3OBITOK
Ilpuausaior 15 ma 50 %-noro pacrsopa auerata Hatpus u 10 ma
0,2 %-noro pacteopa HHTP030-P-coan. CTakaH ¢ pacTBOPOM NMOMEILAIOT
Aa 25—30 MuH B KHNALLYIO BOAsHYI0 GaHio. BeiHYB ero u3 6anu, npu-
auator 10 ma HNO; (1,40) w kunarar pacrtBop 1-1,0 mun (He 6o-
aee). OcTHBIUHH pacTBOpP NMEpeHOCAT B MEPHYIO Ko0J6y BMECTHMOCTBLIO
50 mJ1 1 J07HBAIOT BOAOI 10 METKI.

Hamepsilor abcopbunio pactsopa Ha thoTtokojopumerpe npu 490—
510 HM OTHOCHTEBHO PACTBOpPa KOHTPOJABHOIO OINbBITA.

Copepzkanne KobaJsbTa ONpeieIsioT IO rpaiyHPOBOYHOMY rpa-
¢HuKy, KOTOPHIH CTPOST A/]f HHTepBaJa cojiepxaHuil 2—I18 MKkr uan
10—120 mxr ko6GasbTa, BBOASA 10 2 Mr okcnaa keaesza (I11).

2. Pyawl mian MuHepadasl, cogepxauine 1o 50 Y meam n Huxesas B
cymme 1 He Gonee 5y mapranua. AJMKBOTHYIO 4acThb pacTBopa,
cootBeTcTBYIOlLyI0 HaBecke 100 mr, Buinapusalot a0 10 M, npuausalor
5 ma H3POs (1:9), ocropoxuo neiitpaaunsyior ammuakom (1:1) 1o
Jierkoii MyTtH u gobasasiior 1| ma B u3bbitok. [lpuausaior 4 wma
20 % -noro pacrsopa uurpara Hatpus, 10 ma 0,2 %-noro pacrsopa Hi-
Tpo3o-P-conu. M jnanee nocrynaior, kak B cayuae l.

* Ins onpepeaeuns 0,004—0,08 % Co orGupaor aJHKBOTHYIO YacTb, €OOT-
BeTcTBYloNLY0 Hapecke 100 wmr.
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9.2. OnTHuecKkHe cneKTpajbHble MeTOlbl
onpeseseHus Kodaabra

9.2.1. Cnektporpaduueckoe onpeejeine Kobdaabra

MeroauKa pekoMeHJ0BaHa AJaf onpejedeHus KobGaabTa B FOPHBIX
nopojax, :KejlesHblX py/aax, MartHeTHTe, XpPOMHTe H OJIHBHHE NpPH CO-
aepxanun 0,005—0,049 %.

Metoanka crnekrporpaduueckoro onpeieaeHnsd 3akJlouaercd B HC-
NapeHHH aHanusupyemoro obpasua H3 KaHAJ0B JBYX YrOJbHBIX 3JeK-

Tacauuwa 10
AHaauTHYECKHE JHHHH KoDaabTa

Mewapoue =1eMenTn
AHaAUTHYECKAR on[gtel?ee.m';iaea:mx
Ui, BN conepsannit, % Junus, HM Comepiinme, %
Co I 345,351 0,0005—0,01 — —
Co I 304,400 0,003—0,1 Mo 304,390 o
Ta 304,392 2
Zr 304,412 1
Co 1T 312,142 0,05—1,0 U 312,133 1
Co 1 308,640 0,3—3,0 Mo 308,636 3
V 308,650 0,1
Zr 308,646 I

TPOJOB B Jyre MepeMEHHOro TOKa H H3MEPeHHH HHTEHCHBHOCTH CNeKT-
paabubiX JuHHil pororpaduueckum cnocobom (Mucrpykuns HCAM
Ne 106-C [27]). Bydepom ciaysxuT yroapHblii MOpolIOK H KapOoHaT
Gapus, 3MeMEHTOM CpaBHEHHA — cKaHAmid. AHaan3 BeayT crnocoGoM
Tpex sragonoB (rab.a. 10).

OnnoepeMenno onpegednsior saementsl Ni, V, Cr, Ti. Xoa ananusa
aHaJOTHYECH OMHCAHHOMY B raase 7.

9.2.2. KBaHTOMeTpHYECKOe onpejieseHne KodaabTd

Meroanka nospoasier onpepensate 0,001—0,03 % kobaaera B cH-
JIHKATHBIX H3BEPIKEHHBIX TOPHLIX MOPOAAX NMPH OTHOCHTEJILHOM CTaH-
JlAPTHOM OTKJOHEHHH, COOTBETCTBYIOLLEM [IONYCTHMOMY AJsi aHa/u3a
pALOBLIX 1po6.

Meronuka 3akjiouaercs B HCNapeHHH aHalu3upyemoili npobsl B
3JIEKTPHUECKOll JAyre mepeMeHHOro TOKa, B KoTopylo obpaseil BBOAST
cnoco0oM BO3AYLIHOrO AYThbsl, H B H3MEPEeHHH HHTEHCHBHOCTH CIEKT-
PaJbHBIX JHHHI (OTO3JEKTPHUECKHM C€rnocofoM ¢ HCMOJIb30BAHHEM
kpantomerpa (Mucrpykuns HCAM Ne 168-C [27]).

Bvdepuas cmech coctoutr na kapOoHarta HATPHS, AHOKCHAA KPeM-
HHA 1 rpaHTOBOrO Nopoiika. AHaJjna BHIOJAHAIOT ¢locodoM Tpex 3ra-
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JIOHOB MO OTHOCHTEJbHOI HHTEHCHBHOCTH CHEKTPaJbHBIX JHHHI. OJe-
MEHTOM CPaBHEHHS CJAYMKHT Medb. OHOBPEMEHHO MOTyT ObiTh Onpee-
aensl Co, Ni, Cr, V, Ti, Mn, Fe, Ga, Sr, Be, Sn u Sc.

Hcenoasaylor anaantnyeckyio junuio Co 1 34535 um. Omnpejene-
Huio Mewaior xene3o (Fe 1 345,30 um) npu copepmannn 12 %, xpom
(Cr 1 345,33 um) u Hukeab (Ni 1 345,28 um) npu cogepKaHuu Kax-
aoro 0,1 %.

[TonpoGHoe BhINOJHEHHe aHa/llH3a H3JIOXKEHO B riase 7.

9.2.3. AtomHo-abcopOunoHHoe onpeaeneHne Kodagabta

Coaepxanus kobajbTa Jerko YCTaHABJIHBAIOTCS MeTOLOM aTOMHOI
abcopOUHOMETPHH, 3aTPyAHEHHE BLI3bIBAET B OCHOBHOM OINpE/Ie/ieHHe
ero Hu3kux cogepxanuit —n 103—n-10"%*9% B npodax c/a0xKHOro
cocraBa. O6eryHO abcopOuuio uamepsior no Juuuu 240,7 HM, 0 KOTO-
poit jocruraercs npeaena obuapvxenust 0,02 mxr/ma. Xapaxkrepucruyec-
Kasd KOHIIeHTpAaUHs B TNJaMeHH BO3AYX — alleTHJeH COCTaBJsieT
0,08 mkr/ma [31]. [Ipu onpexenennn BHICOKHX coOAepxKaHHii kKobaiabra
MOzKeT ObITh Hcnoab3oBaHa auHusg Co 352,7 Hwm.

[Mpu paborte no aunuu Co 240,7 HM HCIOJB3YIOT Y3KYIO CNEKTpaib-
HYIO WHPHHY 1edn — okoao 0,1 HM, HHaye pe3Ko NOBBIAETCS Npejied
oOHapyKeHHs! BCAeACTBHE Haauuns OJH3KO pacnoJoxeHHoil neabeopo-
HuoHHoN Junun 240,8 M.

Bonbmasi 4yBCTBHTENBHOCTb JOCTHraeTcss B IJaMeHH BO3AYX —
aleTHJIeH. B 2TOM c.1yqae onpe,me.'lemuo KoOaJibTa He MellaeTr [IPHCYT-
ctBiue 200 Myr/va Hukens, xpoma, 1000 mMyr/ma moaubieHa u Meu,
500 Mkr cepnl 1 (pocthopa. Onnako, ecsii KOHILEHTPaALHA CONYTCTBYIO-
LIHX 3JeMEeHTOB B HCCJAEIYeMOM pacTBOpPe J0CTATOYHO BLICOKA, BO3-
MOZKHBI HECeJTCKTHBHLIC ITOMEXH. Ha JHHHH KOﬁa.ﬂbTa 240.7 HM QOHH Ha-
6.WIO,U,EIOTCH B NPHCYTCTBHH XKeJ/le3a, KaJabllid, MArHHd, KaJHda H HaT-
pusi, ocobenHo npu pabore B HH3KOTeMIepaTypHOM miamenu. B maa-
MEHH OKCHA a3oTa (]) — AleTHJEeH VKa3aHHbl€ MMOMEXH OTCYTCTBYIOT,
HO npeje obHapysKeHusi noselmaercs B 2,5 pasa.

HobGapaenne B u3MepseMblil pacTBOP OPraHHYeCKHX BeLIECTB —
aleToHa, 3TaHoga, H-OyTaHOJa, MOHOKapOOHOBBIX KHCJOT — BeleT K
CHHIKEeHHIO Tpejena oOHapyxeHHs Kobaabra. DPQeKTHBHOCTH AeicT-
BHfl CIIHPTOB MOBBLIIAETCS C POCTOM MOJEKY/SPHOIH Macchl.

[ToBbilleHHEe YYBCTBHTENLHOCTH H  H30HPATeNbHOCTH AaTOMHO-ab-
copbunonHoro onpejenenns Kobaabra 10CTHraeTcs MpeABapHTEIbHLIM
KOHUEHTPHPOBAHHEM, HANPHMEP IKCTPAaKUHedl MeTHIH300yTHIKEeTOHOM
KOMILIeKca Ko06aabra ¢ ITHAKCAHTOreHaTOM KaJHs HJAH aMMOHHWipo/a-
HH/IHOTO; KOMMJeKke KofaabTa ¢ AHITHAAHTHOKap6amaTOM 3KCTparu-
pyerca Takxe OyTHIaueTatoM, XJ0pohoOpPMOM, HYETLIPEXXJOPHCTHIM
Yr1epoaoM.

[TpruveHeHne 3/eKTpoTepMHYECKO aTOMH3AlHH TO3BOJSET onpeje-
JATb HH3KHE cojep:Kanusg kobaiapra (5 10 %-—-5-10"*9%) Ges npenpa-
PHTEILHOrO KOHUEHTPHPOBAHHS.
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Metoanka atoMmuo-abcopOUHOHHOTO ompeaeaeHnss KobGasabTa pe-
KOMEH/0BaHa AJs onpejejeHns ko6a/bTa B FOPHBIX NMOPOAAxX, pyAax H
TeXHOJIOrHYecKHX pactBopax mpu cojepxanuu 0,006—10 % [4].

Hsmepenne abcopbunn KobaabTa NPOH3BOAHTCA MO Pe30HAHCHOH
aunun 240,7 am. HMcrounnkamu Bo30yXKACHHA DE30HAHCHOTO H3Jyue-
HHSl CJYXKAT CMeKTpaJjbHble JaMIbl ¢ IOJLIM KAaTOLOM, BLICOKOYACTOT-
Hole Tuna BCB-2 n asyxpaspsaunsie Tuna JIK. Pa%oraior co crexuo-
METPHYECKHM IIaMEHeM BO31yX — [PONaH HWJH BO3/1yX — alleTH/eH.
Boicora npocBednBaeMoil 30HbI MJaMEHH OTCTOHT OT NOBEPXHOCTH ro-
peakn Ha 5—10 mm. JluneifinocTs rpaiynposoyHoro rpaduka coxpa-
HseTC /0 KOHUeHTpauuu kobaabra 15 MKr/ma.

IIpn onpexenennn cojepxannii ko6aabra mexee 0,01 % B npucyt-
ctBun Ooaee 3 mr CaO, NayO, Fe;O3 B 1 Ma Kaxkzaoro HaIm B cymMme
VUHTLIBAIOT HECEJICKTHBHBIC MOMEXH, HCMO.1b3yA JeHTepHeBHH KOppek-
TOP WJH OUEHHBAS HX 3HAayeHHe N0 HeaOCOPOUHOHHBIM JHHHSM, B Ka-
yecTBe KOTOPHIX MoryT cayxuth Junnu Co 238,2; Co 245,6; Fe 240,4
uan Fe 241,0 um.

B niameHnn Bo3ayx — auerujeH npu nasecke npodst 0,1 r 1 o6beme
pacteopa 100 ma BiAMsiHHE COMYTCTBYIOLHX 3JeMEHTOB He HabJiofaer-
cs. C yBeqHueHHeM HABEeCKH BO3MOXKHO IOSIBJIEHHE HECEJeKTHBHBIX MO-
mex. Ilpumenenne HaBecoK Maccoit | I HekesaTelbHO; ONTHMaJbHas
Hasecka 0,1—0,2 r. Ilpn paGore B miaMeHH BO3LyX — IpomaH — 0y-
TaH HaBecka He jJo/:kHa npesbiwath 0,1 r. B anaausupyemsix u cran-
JapTHHIX pacTBOpPax CojepiaHHe KHCJOT, a AJf BBICOKOCOJIEBbIX pa-
CTBOPOB H CcOJIeH J0JI2KHO OBITb O/JHHAKOBBIM.

[1pn pasmomeHuH cniaBleHHeM HaBecKa He J0JZKHA TPEBBILIATH
0,2 r. KucaotHbele cnocoGLl BCKPBITHS MO3BOJSAIOT YBEJAHUHTL HaBECKY,
HO IPH 3TOM CJeAYyeT YYHTLIBATL BO3HHKHOBEHHE HECEeIeKTHBHLIX MNO-
mex. [Ipn aHaaH3e TeXHOJOTHYECKHX pPAacTBOPOB HeoOXOAHMO HMeThb
CBeJeHHS O HX NPHOJH3HTEIBHOM COCTaBe H KHCJAOTHOCTH.

Peaxrus. CranpaptHeii pactBop KobOaaeta ¢ cozepxanneM 1000 mkr/ma. Ilo-
caeayiomum pas6abienneM 1M HCI roToBaT cranzapTHeE pacTBOPH, COAeprKallie
100, 10, 1 mkr/ma Co.

Ilpn ananuse noJuMeTa/VIHYeCKHX PYZ H MaTePHAJOB C BLICOKHM
cojep:KaHHeM ¥eJle3a, Mblllbsika, cBuHua Hasecky 0,1—0,5 r paszaa-
rajor o6padorkoit 15 ma HCl, nocae soigenenns HeS npubasasior
5—10 ma HNO;. Cyxoit ocratok pacteopsitor B 10 ma HCl (1:1) u
pasbaBasior Boaoi A0 100 mua. Ilpn HainuHH HepacTBOPHMOrO OCTaT-
Ka, ecaH HeoO6Xxoanmo, ero o6pabaThiBalOT (PTOPHCTOBOJOPOJHOH KHC-
JIOTOH, BhIIapHBasg gocyxa, H cmaasaawoT ¢ 0,5 r cmecu coasl H Oyphl
(2:1) nam apyrum naasHeM. [locie nepeBegeHHs B COJSTHOKHC/IbIH
pacTBOP €ro NpHCOEJHHAIOT K OCHOBHOMY.

[Ipn anannze npob ¢ GoJbIIHM cOJep:KaHHEM KPeMHEKHCJIOTH H
oprannveckux BemectB HaBecky 0,1—0,5 r pasaarawor 10—20 mr HF,
7—10 ma HCIO4 u 3—6 ma HNO;. Ocratok pacTBOpSIOT IpPH Harpe-
Bauuu B 10 ma HCI (1:1). PactBop nepenocat B MepHy10 K010y Bme-
ctumoctoio 100 M.
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PasjgoxkeHHe CHJIaBJIeHHEM CO CMeCbi0 COAbl H GYypbl TPHMEHSIOT
aas npo6 pasnooGpasnoro cocraBa*. Hasecky 0,1—0,2 r cnnasasior
¢ 1,6 r emecn (2:1) B Tevenne 10—20 mun npu 900—950 °C. OcrhiB-
wuit naras BeimenaunBaoT 40—>50 ma ropsaveit Boawl. ITocae paspyue-
Husa maasa npuausalor 23 ma HCI (1,19) npu nepememnBannu. Pact-
BOp MEpeBOASAT B MEPHYIO KOOy BMectHMocTbio 100 mMa (mpu Bbiese-
HHH JHOKCHZA MapraHiia BBOAST HECKOJbKO Kale/b HEpPruapois).

Ias maTepna/ioB pa3sHO0Opa3sHOro cOCTaBa MCHOJB3YIOT TaKkKe
Cll/laBJeHHe CO CMecbl0 MepokcHia HaTpua H cojbl (2:1) (naBecka
0,1—0,2 r, naasenp 1—1,5 r) nan nepokcuaom Hatpus (1,0 r). Ilaas
BhillenagnBaloT Bojoil. K pacrBopy ob6bemom 50—60 ma Bmecte ¢
0CaZKOM ITIpH 3HEpruuHoM nepemewrnBaHun mnpuausator 22 ma HCI
(1,19). OcteiBIIHII pacTBOP NEpPEHOCSAT B MEPHYIO KOJOY BMECTHMO-
ctoio 100 M.

[Tonyuennslit pactsop pasbasasiior 0,5—1M HCI Tak, utoGbl KoH-
uentpauus kobajbTa HaxOAHJIAch B JHana3oHe JHHEHHOCTH TpajyH-
posoyHoro rpaduka (1o 15 Mkr/ma). TexHo/oruyeckue pacTBOpPbl pas-
6asasiior MuorokpatHo — B 10, 50, 100, a wunorpa 1000 pas, unaue
H3-3a BBEICOKOI KOHIEHTpalnH coJeidl MoryT OblTh HCKaMKeHBl pe3yilb-
tathl. KnesotHoeTh npH pas0aB/ieHHH TaKikKe YYHTHIBAIOT.

HMsMepenne aToMHOH abGcopOUHH BeAyT MO aHAJHTHYECKOH JIHHHH
KoGaabra 240,7 HM, HCHOJAB3Yys NJAaMfA BO3AYX — alleTHJIEH HJH BO3-
ayx — nponal — 6yran. Paboraior cmoco6oM rpajayHpoBOYHOrO rpa-
(HKa NpH BBINOJHEHHH PSJIOBLIX aHAJH30B M IPH COLEPHKAHUH KO-
Oanbra He Oojiee 5 9%, cnocoboM OrpaHHYHBAIOUIHX CTAHAAPTOB — IPH
onpeeseHHH BBICOKHX COJep:KaHHil HIH ecaH TpebyeTcs BHICOKas TOY-
HOCTh, H crnocoboMm 00aBOK NPH aHAJH3e MaTepHaJOB HEH3BECTHOrO
coCcTaBa.

llkany cranaiapTHbIX PacTBOPOB roToBsT ¢ cofepxanuaMu ot 0,05
10 15 mrr/ma Co B 0,571M HCI (cooTBeTcTBeHHO KHCJOTHOCTH pacT-
BOPOB 11p00).

9.2.4. IKcTpPAKUHOHHOE ATOMHO-a0cOpPGUHOHHOE
onpejeeHne KodajbTa

Mertonuka npHroiHa AJsi onpeieneHns Kob6aJbTa B TOPHBIX NOPO-
Jlax H MHHepaJiax npu cofepxkanusx 0,0002—0,01 %.

Konuenrpuposanne kobaabTa MPOH3BOAAT IKCTPAKIHOHHLIM H3BJIe-
YeHHeM ero KOMIMJeKca ¢ AHITHIHTHOKap6aMaToM OpraHHYecKHMH pa-
CTBOPHTENAMH. DKCTPaKIHIO BeayT H3 pactBopos ¢ pH 10—10,5 B npu-
CYTCTBHH IIHTPaTa aMMOHHSA, VIEPKHBAIOLIEr0 B BOAHOH (hase XKeaeso.
KoGaabr npn ykazanubix 3nauenusx pH okucasercs go cremenu okuc-
Jenusa +3; oH u obpasyer 3KCTparupyemuiii kKommiekc. B kauectse
IKCTPAreHTOB HCIOJB3YIOT METHIHI00YTHAKETOH HJIH OyTHJalerar.
Cosmectno ¢ KoGaabrom skcrparupylores Ni, Cu, Zn, Cd, Pb, Bi.
Mapranen npu ykasaHHBIX YCJAOBHSIX OCTaeTcsl B BOAHOH (ase.

” Ol‘[)aHH‘{(—.‘HIISI COCTABJAKT MaTEPHAJLI, BhI3LIBAKOUIHE MNOBPEXIEHHE MJIATHHEL

(Goavmme copepsxanns Fe, As, Pb). Ipu ux ananuse uenecooGpasHa npeiBapHTeNb-
Haf KHCJOTHAs BLITHAKKA.
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Hamepenne abcopbumnn BeAyT HEMOCPEICTBEHHO B OPraHHYecKoM
3KCTPaKTe, NPHMEHSSA AJA aTOMH3aUHH HH3KOTEMIepaTypHOe MjaaMs.

ConsHOKHC/IBI pacTBOP, NOJVYEHHBII B pesyibTaTe BCKPHITHA Ha-
BECKH, MOMeIIAl0T B ¢cTaKaH, NpHanBaiotT K Hemy 15-—20 ma 30 %-noro
pacTBOpa LUTpaTa aMMOHMS H Jlo0aBJeHHEM aMMHAKa YCTAHABJINUBAIOT
pH pacrsopa 10—10,5, npoBepssl KHCJOTHOCTh N0 HHAHKATOPHOH Oy-
mare. [lepeHocsT pacTBOp B AEJHTEJNBHYIO BOPOHKY, BBOAAT 10 ma
3 %-Horo pactBopa AMITHJAAHTHOKapb6aMaTa HATPHS H 3KCTPAripyior
IHSTHIAATHOKapOaMaTHLIe KOMILIEKCH 5 MJ OyTHaaleraTa HJIH MeTH-
Ju300yTHaAKeTOHa B TedeHne 3 MuH. [To pacciaoennn ¢as Boauwlil pa-
CTBOp CJHBAIOT B JAPYIYIO AeJHTEJIbHYIO BOPOHKY, OpPraHHYECKHH cJoil
nepeHocsT B Ol0Kc BMecTHMOoCThio 10—15 ma. K Boanoit ¢aze mpuan-
BAIOT O MJI 3KCTpareHta W NOBTOPSIOT 3KeTpaknuio. OpraHHyecKue
cJon oObeanHsior. B sKcrpakrte uaMmepsior abcopbuuio Kodanabra.

IIxany cranpapros rotoBar ¢ cofepxanusimMn 5—=80 mkr Co, npo-
BOASI PacTBOPHI Yepe3 IKCTPAKIIHOHHOE H3BJeYeHHe, KaK OMHCAHO A%
TIPOGHL.

9.3. HeHTPOHHO-aKTHBALMOHHBIH METO]
onpeneJeHus: Ko6aabTa

Meronnka pekoMeH/0BaHa a5 ONpeaeTeHHst KODaJbTa B TOPHBIX
MOpPOax, MOJHMETAJNTHYECKHX H JKeAe3HBIX pPyAax M Mopoaoobpasyio-
WHX MHHepaJax mnpu copepxkanun 2-1076—5-1072 9. Meroauka pas-
pa6orana M. b. llupsesoii, JI. H. Jlio6umosoii, 10. I1. Canmunsim,
K. H. Piovunoit, M. A. Tarapkuunim 1 H. A. Jlesunoit (BUMC).

Omnpenenenne koOaJbTa OCHOBAHO HAa 00PA30BAHHH PaJHOAKTHBHOIO
usorona ®Co no peakunn *Co (n, y) ®Co ¢ sHeprueit HnydeHus HaH-
Gosee nwHTeHcHBHON Juuun 1333 k3B. Ilepnoa noaypacnaga ©Co pa-
BeH 5,3 roza. KobaabT MOMXKHO onpeieisiTb MO CXeMe MHOTOKOMIO-
HEHTHOTO aHaJH3a W3 OJHOH HaBeCcKH ¢ ApyruMmu 3jementaMu. O6.ay-
YeHHEe HaBeCKH, pa3JoxeHHe Npobbl MoApPoOHO M3JOMKeHbl B pasiene
1.4.2. KoGaabT onmpeneisiioT B pacTBOpe, MOJY4YEHHOM [0C/e Bbiiede-
HHUSI BCeX ONpeJe/sieMbIX 110 cxeMe 3jgeMeHTOB. JLJSI 3TOr0 COJNSTHOKHC-
JHil pactBop nocae skcrpakiuu u3 Hero Fe, Se, Hf u Pa 30 %-uwim
pacteopom TB® (cm. pasmen 1.4.2) ynapusaror nocyxa. Octatok pa-
CTBOPAIOT NPH HarpepaHuu B 25 ma 5,5M mutpara amMmMoHHa (2 3 nop-
IIHH), MEPEHOCAT B JAeJHTEILHVIO BOPOHKY H 3KCTPATHPYIOT CYMMYV pel-
Ko3eMeJbHBIX 37eMeHToB 25 Ma TB® B teuenne 1 mun. s ocawxje-
HHS KaJbllHsi, CTPOHUHA H Oapus pacTBOP HHTPATa aMMOHHS CJAHBAIOT
U3 BODOHKH B cTakaH BMectumoctblo 300 mj, pasbasiasiior BOAOH 10
100 mxa, npubasasiior 1 max pacrBopa 10 %-woro mo CaCly u 10 %-noro
no BaCl,, 5 ma auerarnoro 6ydeproro pacrsopa (pH 5,5), 15 ma
HACBILLEHHOr0 PacTBOpPa alleTOH-AHIlaBe ] eBOil KHCJAOTH (4 © BeICYlIeH-
Hoil npu 100 °C B TeuenHe 6 u maBesneBOil KHCJAOTH PacTBOPAIOT B
100 MJ1 aueToHa; pacTBOP BBIAEPKHBAIOT B TeyeHHe CYTOK), HArpeBaioT
a0 kunenus u npubapasior 15 ma 10 %-Horo ropsivero pactsopa cyJb-
tara ammounnsi. CMelwlanHblil 0Ca/l0K OKcajata KaJbLHA H Cyab(haToB
CTPOHUHSI M Gapnst OT(HILTPOBEIBAIOT HA CJAeAVIOUIHI 1eHb, hHIbTPAT
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ynapusawt a0 15 ma B crakane Bmectumoctbio 300 wmu. MHrencus-
HOCTB ramma-uanyuenus *°Co maMepsloT Ha MHOTOKaHaJbHOM raMma-
cnektpomerpe ¢ Ge(Li)-gerektopom. Cojep:kanne xobanbTa paccui-
THIBAIOT MO NPOAHAJH3NPOBAHHBIM H H3MEPEHHBIM aHAJOTHYHO TNPO-
Gam obpasuam cpaBHeHHs, B KayecTBe KOTopbiXx Hcnogabsyior COC.

10. HUKEJIb

CpenHee cojep:kaHue HHKeNsi B 3eMHOil Kope cocrasaser 0,0058 %.
Hukenn, Tak e kak u Ko0aJbT, 04eHb PEKO BCTpeuaercsi B MPHPOIE
B CaMOpOJHOM BH/le, Yallle OHH HAXO/ASTCH B BH/e TBEpPLOro pacTtBopa
C JKeJe3oM (B cnJjaBax), B MHHEpajax 3eMHOro IIPOHCXOMK/IEHHS aBa-
pyure H axosedunure (2—7 Y% Ni) m B MuHepalax MeTeOPHTHOrO
npoHcxoxAeHHs Kamacute H T3HHTe (30—70 9% Ni). Hukeab npueyt-
CTByeT B IpHPOJe H B BHJe cyab(uaoB — muaaepura NiS, nenraanau-
ta (Ni, Fe)¢Ss; apcennaa —nukeanna NiAs; pexe cyabdoapcenn-
1a —repcaopdura (Hukeaesoro Giecka) NiAsS.

Hauboabiine 3anacel HUKeNs CBS3aHBI C CYJAbMHIHBIMH MEIHO-HH-
kesesuiMH pyaamu (0,3—2,0 % Ni). [Tocieanne ABASIIOTCA TaKKe LeH-
HBIM NOJHMETAJJIHYECKHM ChIPbeM: KpOoMe HHKEJIsi H MeJH, OHH colep-
*Kat Co, Ag, Au, nIaTHHOBbIE MeTaJlIbl.

Hukenb — THNHYHBIT 371€MeHT yJAbTPAOCHOBHOH MAarMmel, s Hero
XapakTepHO NPHCYTCTBHE B MarHesHaJbHbIX M3BEPKEHHBIX MNOpOJaX,
B KOTODBIX OH CBfi3aH OOBIYHO ¢ XpoMoM. B JAyHHTaX, mepHAOTHTAX,
CepleHTHHHTAX cojep:Kaunne Hukeas jpocturaer 0,5 %. Boratei Huke-
JeM CHJIHKAThl — FapHHEepPHT H PeBAMHCKHT. B rpanutax M Apyrux Kuc-
JBIX MOPOAax cojeprkaHue HuUKeJNs Mano. Bropuudble pyjibl HHKeJs
npejcTaB/ieHbl NPOLYKTaMH OKHCJAEHHs CYJb(UAOB H apCeHHioB, Ha-
npumep aHHabeprut (HuKeneBbli uBer). [loBEIIeHHBIE KOJIHYeCTBA HH-
KeJst MOTYT HaXOAHThCA B OYpPHIX Kede3HSKaX, YaCTHUHO CBS3aHHBIX
C OCHOBHBIMH CHJAMKAaTaMH. LleHHBIM CHYTHHKOM HHKeJd B OKHCJICHHBIX
pyAax sBasieTcss KOOAJBT.

Pexe BcTpeyaercsi HUKeNb B APYrHX MuUHepaJax, Haupuvep B ¢oc-
¢darax, rie OH COnpoBOMKJaeTcs LHHKOM, Me/lblo, xpomom. B ocajou-
HBIX MOPOJaX — IVIHHAX, CJ4HLAX, NMecyaHHKaX — co/leprKanne HHKe/st
cocraaser obwano 1072 %. CogepxaHne HHKeJsi B IMOYBAX 3aBHCHT
OT XapaKTepa MHOpOJ, HAa KOTOPbIX 0Opa3syloTcsi MOYBLL, H B CPEelHEM
cocraBaser 4-1073%. B 3ose pacrennit 00bIYHO HAXOAAT OKOJIO
5-10* 9% nukeas.

[IpoMmEBillIeHHOE 3HAYeHHe HMelOT CyJb(HIHble, CHIHKATHbIE I OKHC-
JIeHHBIe PyAbl HHKeJS .

Hukenb — XHMHYeCKHH 3JeMeHT NOGOYHOH MOATPYNNBl BOCHMOIT
rpynnel nepuoanyeckoii cucremsl JI. W. Menaeneepa, Bxopsummii B
TpHany zejesa. OTHOCHTCS K NMepBOMY P#AY lepPexoJHBIX 3JeMeHTOB.
Ero nopaakoswii HoMep 28, atomuas macca 58,71.

[Tpupoanslii HEKeAb COCTOHT M3 naATH H3oronoB: *Ni (67,76 %),
60Ni (26,16 %), ®'Ni (1,25 %), ®2Ni (3,66 %) u ®Ni (1,16 %). ITocaex-
HHil H30TON C MaccoBHM uHcaoM 64(7,=3-10'" ger) wusayuaer
B-uactuuel. M3oronueiM coctaBoM o0bACHAETCS MeHbLIAS AaTOMHas
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Macca NPHPOJAHOTO HHKEJS Mo CPaBHEHHIO ¢ aTOMHOI Maccoii Kobadb-
Ta 58,93, anemenTta ¢ NOPSAKOBLIM HOMepom 27.

DIIeKTPOHHAs CTPYKTypa aroma HHKeas 15%2s2pS3s23p®3d84s2.

[1pu BO3delicTBHH Ha HHKEJb [OTOKA 3JCKTPOHOB HJH PEHTreHOB-
CKOTO H3JiyueHHsi OOJbIIOH SHePrHH NPOHCXOAHT BO3OYK/ICHHE 3/EKT-
poHos ray6unneix K, L-o60704ek, c/aeiAcTBHEM Yero SIBJASETCA HCMyc-
KaHHEe DEeHTreHOBCKOro HaJjyuyeHns. MHTeHCHBHOCTb XapaKTepHcTHYEC-
KOTO H3Jy4YeHHs MPOMNOPIHOHAJNbHA COJEPKAHHIO 3JIeMeHTa B Hecaeaye-
MOM 00GBbeKTe, HA Ue€M OCHOBAaHO ONpe/eNeHHe HHKeNs PEeHTTeHOCHeKT-
panbHBIM MeTozoM. [lasi onpeieneHHsi HCNOAL3YIOT Ku-JHHHIO C JJH-
Ho#t BoJinet 0,1658 HM.

Ilpenen obHapymKeHHs HHKeJs TPH ONpPeLeJCHHH PEHTTCHOCTEeKT-
paJbHbIM MeTOHOM aHajausa cocrasaser 0,001—0,004 %.

KoHdurypauns BHELIHHUX 3JEKTPOHOB aTOMa HUKEIS COOTBETCTBYET
3d®4s?% T. e. aTOM HHKeJsi HMeeT JIBA BHELIHHX 3JIEKTPOHA Ha 4s-0pOH-
TalH W HeaaBepLICHHYIO CJeAyIoUyio 000J0uKYy: 3d-opOHTanb conep-
JKHT BOCEMb 3J€KTPOHOB BMeCTO JecaATH. [JIBa BHeurHux 4s%-3nexrTpona
JIETKO OTAeJAI0TCS, B pe3y/bTaTe uero obpasyercss ABYX3apsiAHbIT No-
JIOKHTEJbHBIH HOH. DHeprusi HoHuzamnu B paiy Ni—Nit—Ni* —Ni'*
coorserctByer 7,63; 18,15; 35,16 3B. Bruicokum 3HaueHHeM TPeTbero
IOTeHIlHA/Ma HOHH3AllHH OOBACHAETCH TPYAHOCTb OKHCJIEHHS HOHOB
Ni%*. M3BeCTHBI JHIIb HEMHOTHE COeJHHEHHs, B KOTOPBIX HHKeJlb HMeel
GoJiee BHICOKHE cTelleHH oKucaeHus: (+3 u +4).

[Ipn mcnapeHuH, AHCCOUHALMH H BO30YMKIEHHH HeHTPAJBHBIX HJIH
HOHHM30BaHHLIX aTOMOB HHKENs B YroJbHOH Ayre BO3HHKAeT JMHeiiua-
THIHl cnekTp, obsaajaloiini 60JbIHM YHCJIOM JHHHH, HanboJjaee HHTEH-
CHBHbIE H3 KOTOPBIX pAacmoJioiKeHbl B yJabTpaduosaeroBoii yactu (Ni
341,48, 305,08 u 310,16 um) u noABAAIOTCS B CHEKTPE AVLH IPH CO-
Jepxaunu Hukeas oxono 0,001 %.

[To ckopocTH HemapeHHs H3 OTBEPCTHS YTOJABHOrO 3J€KTpoja BMecTe
¢ KOGAJMbTOM H KeJe30M HHKelb HaXOAHTCA B cpeiHell uacTH psiia
JeTyyecTH cBOGOAHBIX 37eMeHTOB. OKCHABL H CYJIb(MHABI HHKEJS BOC-
CTAaHaBJIHBAIOTCS B YroJbHOH Jyre 10 MeTaJjJa, BOCCTAHOBJIEHHE CYJlb-
¢uaa samennento. KapGoHat HuKeJsi pasiaraercs B VrojbHOH avre ¢
o6pasoBanuem okcHjaa Hukeas [14, 37].

[Tpn atoMu3auuu coefHHEeHHil HHKeJs B NJIaMeHH BO3AYX — aleTH-
JIeH aTOMBl HHKeJs TOMJIOUAloT H3JydYeHHe ONpeieJeHHoH MOHOXpoMa-
THYECKOH YacTOThl OT MOCTOSIHHOTO McTOYHHKA cBeta. Ha mamepenun
CTeMEeHH TOrJIOWEeHHs H3Jy4YeHHsl OCHOBAH aTOMHO-a0COpOLHOHHBI Me-
TOJ onpenenenns HUKead. PaboTaloT no aHaJHTHYECKOI JIHHHH HUKEJS
232,0 um. HenocpeacTBeHHO M3 pacTBOpa, NMOJYY4E€HHOTO MOC/e BCKPHI-
THS HABECKH, MOXKHO onpeaeantb cogepxanns 0,005 % u Goabuwe. [Las
MEHBIIHX CO/ep:KaHHil NpuberaloT K IKCTPAKUHOHHOMY KOHIEHTPHPO-
BAHHUIO.

Hukenb B 3JeKTPOXHMHUYECKOM psjly HalpsAKeHHH HAaXOAHUTCS npa-
Bee kobanbra (£,=0,250 B). [Tosromy oH MeznaeHHee, uem XeJae3o
H KoOaJabT, pearnpyer ¢ paszbaBiaeHHbIMH KHcaoTaMmu. CepHas M coas-
Has KHCJOTHI MEUIEHHO PacTBOPSIOT HHKeJIb, pas3faBJjeHHasi asor-
Hasl — JIerko; KOHLUEeHTPHpPOBaHHAas a30THAA KHCJOTA NacCHBHPYET Me-
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tana. Illenoun, coia B BoAHBIX pacTBOpax M pacijaBax He JeiHCcTBYIOT
HA HHKEJb.

HzsecTHo Heckoabko okcugos Hukend. Oxkenma wHukeas (II) NiO
CBETJI0-3eI€HOBATO-2KEITOT0 1IBeTa pPACTBOPHM TIIPH HAarpeBaHHH B
430THOI KHCJIOTE H B pacTBOpe THApPOKcHAa aMMmoHusi Ogaroaapsi o6-
pasoBanuio amMmuayHbix KommaekcoB Ni(NH;z)s(H20)o*" n Ni(NHj)g2

Oxcnapt Hukenss NigO; u NizOy — xenrto-cepblii H 4epHO-KOpHYHe-
BBl COOTBETCTBEHHO — PACTBOPHMBI B CEPHOIl M a30THONH KHCJIOTAX ¢
BHIJIEJIEHHEM KHCJ0pPOaa H B COJSHON KHCJOTE ¢ BHAEJEHHEeM XJopa.

C THAPOKCHI-HOHOM B 3aBHCHMOCTH OT YCJOBHH HOHB HHKeJs 00-
pPasyior psa COeAHHEHHIT, MPOSABIASA CKJIOHHOCTL K 00pa30BaHHi0 OCHOB-
nbix coneii, Fnapokena nukenss (11) Ni(OH), cBerno-senensiit, pasna-
raercst Ha okcua Hukeas (I1) u Boay mpu 230 °C. PacrBopum B KHC-
dorax 1 NH;OH. B menounoit cpeie B npHCYTCTBHH CHJBHBIX OKHC-
auteneii (Cly, Bra) nepexoaut B ruapokena nukeas (111). ITocneannit
pacTBOpPHM B CepHOIl KHCJOTE ¢ BhjeleHHeM KHciaopoaa. Pasnaraercs
npu Harpepauuu a0 138—140 °C.

[Toutn Bce coan uukeas (II) u aHHOHOB CHJABHBIX KHCJOT XOPOLIO
pacrBopiMbl B Boje. Mx pactBopnl BeaejacTBHe ruapoansza obaagaior
Kucaoi peakuneil. Cyabdar Hukenss ofpasyer psia KpHCTAJNJIOTHApa-
toB: NiSO4-7H,0, NiSO,;-6H:,0, NiSO4-4H,0. H3sectHnl ABOMHBIE
cyabdaTel aMMOHHA H KaJud.

JByx3apsiublil HOH HHKeJs THAPATHPOBAH, MAKCHMAaJbHOE KOODIH-
HAUMOHHOE YHCA0 ruapatauuy pasHo wectH — Ni(H0)¢*". Tuapatu-
poBaHHbLIE COJH HHKeJsT HMeloT 3eldenyio okpacky. Co BcemH raJjore-
HAMH HHKeab, Kpome mnpocthiXx cogeii NiFs-3H0; NiCly-6H0;
NiBry-6H,0; Nils-6H,0, obpa3syer 1BoiiHBIC COJH H KOMILIEKCHBIE
coexnnenns tuna Mes[NiFs].

Hecmotpsa na 1o 4T0 A8 HUKeas Haubojee pacnpocTpaHEeHHBIM fB-
JeTcs JHIb OJHO COCTOSIHHE OKHCJCHHSI, XHMHSI HHKeJsl He Npocta,
TaK KaK HMEIOT MeCTO CJOXHble B3aHMOINpeBpallleHHs PasiHYHbIX
crpykryp. OcobeHnocTH 3/1eKTPOHHON KOHGUrypaunu atoMa HHKeNd,
CBSI3aHHBIE C JIOCTYMHOCTBIO AMsi 00pa3oBaHus CBfA3eld d-3JeKTPOHOB,
o6ycsoBIHBalOT 06pazoBaHHe YCTOHYHBBIX KOMIIIEKCHBIX COEJHHEHHI.
[Tocaeanue urpaloT BasKHYIO POJb B aHAJHTHYECKOH XHMHH HHKeNd.

C aMMHakoM HHKelb 00pa3veT pAl KOMILIEKCHbIX COeJHHEHHH c
MaKCHMaJbHBIM KOOPAHHALHOHHBIM YHCJOM, paBHBIM 6, BoAHHe pac-
TBOPH KOTOPHIX OKpauleHsl B roay6oii user. B mpakTinke XHMHYECKOTrO
aHaJIH3a HCMOJb3YIOT 00pa3oBaHHe aMMHAKATOB HHKES IS YAepHil-
BAHHSA €r0 B pacTBOPAX NPH BHICOKHX 3HaueHHAx pH.

Jas HuKens xapakrepHa cnoco0HOCTH 00pa30BBIBATH OKpallleHHbie
COeTHHEHHS C PSIIOM OpPraHHYecKHX cOe/lHHeHHi, cojeprKalllHX XeJjat-
Hble TPYNIHPOBKH, B OCHOBHOM JHOKCHMHbIE. o-AHOKCHMBI SIBJISIOTCA
Hanbosnee pacnpoCTPaHEHHBIMI peareHTaMH jJsi oOHapymeHus, OTje-
JeHHs W onpeneneHus Hukens. B peayabrate WX B3aUMOAeHCTBHA C HH-
KesleM 00pasyloTes YCToiuHBEIE BHYTPHKOMIJIEKCHBIE coednHenus. Ya-
e APYTHX B aHaju3e HCHOJIb3YVIOT AHMETHJTHOKCHM, o-OeH3HIAHOK-
cuM, a-gpypuaanokcum. ITpupona paankana okaselBaeT BJAHAHHE Ha
CBOHCTBA IHOKCHMATOB HHKeJIs, HA HX PAacTBOPHMOCTh B BOJAE H Opra-
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HHYECKHX pacTBOPHTeNsX. B coeanHeHnsax ¢ e-OKCHMaMHi HHKe b 00blY-
HO TIPOABJISICT CTEINCHb OKHCJAEHHS -2, HO H3BECTHBI TAKIKE €ro KomIl-
JIEKCHBE COeJHHEHHS C paccMaTpHBaeMBIMH peareHTaMH, B KOTOPhIX
OH nposiBiisieT GoJiee BbLICOKYIO BaJeHTHOCTh. TakHe COeIMHEHHs MOJY-
4aloT B LEJOYHOH cpeje B NPHCYTCTBHH OKHCJHTEJEN.

Haubosee mHPOKO NPHMEHSIOT AHMETHJATTHOKCHM /ISl TPaBHMET-
pHueckoro, a Ojgaromaps cnocoOHOCTH JAHMETHATJHOKCHMATA HHKE/s
pacTBOPATLCA B OPraHHYeCcKHX pacTBOpHTENsiX H AJas ¢oroMerpHyec-
Koro omnpefeaeHnus. pyrue AnoKcHMbB (c-O€H3HIIHOKCHM, JHOKCHM
1,2-uux/I0reKcaH/IHOHA) MO3BOJSIOT BHAENATh HHKeJb B Gosee KHCI0M
cpejle, 4To Aejaer crnocod nzbupaTtesabHee. o-DYPUIAHOKCHM HCNOb-
3YIOT /1 BhIAEJEHHs HHKeJsl H ero GoTOMeTpHYECKOro onpejeseHus.
B ocHoBy (oroMeTpHYeckoro Meroja onpejesieHHs MOJOKEHO Takke
o0pazoBaHHe KOMIJIEKCHOrO COeJHHEHHS HHKeJfl C JHMEeTHJIJHOKCH-
MOM.

Hukennb 06p33y8T OKpallleHHble COeJHHeHHH C a30T- H cepycouep-
AKamumu opraundeckumu peakrusamu (ITAH, aurtuson, pyGeanoBojo-
poaHas KHcJaOTa, AHITHIAHTHOKapOaMar), 0lHAKO 3TH peakilH Mano-
H36HpaT€J’leH H HCIMOJb3YIOTCSA B OCHOBHOM /Uit OT/JACJIEHHA HHKEJ
H/H HHKEJISI B TPYIIIE 3JI€MEHTOB.

CoennHennst HuKenss ¢ HuTpo3oHadrosamu (1-HuTposo-2-nadro.,
2-HuTpOo30-1-Ha(TON) MeHee YCTOHYHBLL, 4YeM coelHHeHHA KoOa/bTa,
UTO NO3BOJIAIET YCTPaHATH Mellalollee BJAHSIHHE HHKeJs NPH 3KCTpak-

IIHOHHO-(DOTOMETPHUECKOM ONpeeTeHHH KoGa/lbTa NPOMBIBKON 3IKCT-
pakra 2M HCI [28].

Py6GeanoBogopoiHas KHCJOTA JaeT ¢ HHKedeM (Takxe ¢ Kodaib-
TOM H Me/bl0) OKpalleHHOe MaJopacTBOPUMOE BHYTPHKOMILIEKCHOE
COe/IHHEHHE, YTO HCHOJb3YeTCs AJs IPYNMOBOro OTAEIEHHS YKa3aHHBIX

© 3JIEMEHTOB.

KOMIIJIGKCHHE COCJIHHEHHA HHKeJdA ¢ JAHTH30HOM KOJHYECTBEHHO
3KcTparupyiorest XJopogopmom u3 pacrsopos ¢ pH 8—11, a komn-
JIEKCHBIE COEJIHHeHHSI HHKeJs ¢ JIHITHJAAHTHOKapOamMatoM HaTpHd —
OpraHH4YecKHMH pacTBopHTeasMi H3 pactBopoB ¢ pH 5—11. Onu me-
MoJb3YIOTCA /15 KOHUEHTPHPOBaHHA H (POTOMETPHYECKOTo omnpejere-
HHA HHKeJIA.

Kounaekconsl ¢ HHKeJleM 00pa3yloT KOMIJIEKCHBIE COeANHEHHs, Y4TO
HCIOJIb3YeTCsl JJf ero THTPHMeTpHYecKoro onpenenenus. Komniexcon
I11 BzanmopeiicTByer ¢ HHKeJdeM B oTHoweHHH 1: 1.

Houwl Hukens B BOJAHBIX PAaCTBOpAx cojell MIeJ0YHBIX MeTa/JIOB H
€ro KOMIJIEKCHBIX COeIHHEeHHH — aMMHAKATOB, POAAHUIOB, MHPHHHA-
TOB — BOCCTAHABJHBAIOTCA [0 MeTa/jla Ha Kanaiouiem sJiextpoje. [lo-
TeHLHAJ IO0JYBOJHbI HaxoauTtess B unrepsane — 0,8—1,2 B. Monbl Hu-
Keas 1aloT XOPOLIO BBIPAXEHHYI0 BOJHY B NPHCYTCTBHH aMMHaKa, Ha
¢one aunerara ammoHHs ¢ 100aBKOi pojlaHmia KaJus.

[Tpn onpeaenennd B ropHBIX NOPOAAX nepea noJjasporpaduposanneM
na ¢one NH,Cl, NH,OH u CaCl, npuxoautca npuberath K orjene-
HHIO HHKEJd OT JKeJe3a, THTaHa, aJIOMHHHA, MapraHua H JApPYyrux me-
TAJN10B, Hanpumep, pybeaHoOBOIOPOAHON KHCJIOTOH B TPHCYTCTBHH JIH-
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MOHHO#H KucaoThl, OObIYHO OJHOBPEMEHHO OMPELeasOT Melb, KaaMHii,
ILIHHK, KOOaJbT.

OnpegencHne HHKENS NPOU3BOAAT B LIHPOKOM [HANA30HE COLEPHA-
Huii: TeCATKM NMPOUEHTOB AAs muHepaqos, ot 0,1 10 4 % aas cyan-
GuaHbIX B OKHCAeHHbIX pyA. CojepiKaHHe HHKeNsT B FOPHBIX NOPOAAX,
33 peIKMMH MCKJIIOYeHHsIMH, coctasasier n-10~*—n-10"! %, It xe
coepKanms NPeACTABAAIOT HHTEPEC A5 TEOXHMHYECKHX HCCIeT0BaHHIl.

B 3aBHCHMOCTH OT COAEp:KaHHIl HCNOJB3YIOT CIEKTporpaduieckue,
(oTroMeTpHYeCKHe H aTOMHO-abcopOUHOMETPHUCCKHE METOJAbl aHa/aH3a,
MpHYEM NPH H3YYeHHH H3BECTHAKOB, A0JOMHTOB H I€CYaHHKOB, KpaiiHe
GeAHBIX HHKeseM, A5 (OTOMETPHYECKOro H aTOMHO-aGcopOuHOMeTpH-
YecKOro Metoja HeoGXOAHMO NpejlBapHTe]bHOe KOHLEHTPHPOBaHHEe HH-
Keqis. JIJs MOBBIIEHHBIX KOHIEHTPAIMH HIKeJIS B pyAax H MHHepaJlax,
KpoMe aToMHO-aGcopOIHOMETPHUECKOTO, NMPHMEHSIOT THTPHMETpHUEC-
KHe H TPaBHMETPHUECKIIE METObI.

10.1. XuMHYecKHe MeTOAbl OnpenesieHHs HUKeJsd

10.1.1. Pa3noxeHne HHKeAbCOLEPKALUUX MOPON,
PYA H MHHEPaJoB

OKHc/IeHHbIe PY/Ibl HHKEeIS H MHOTHE HHKeJbCcO/epiKallie CHAHKATHl
MOJHOCTRIO pa3jaralored colsiHol  Kncaortol. CyabgHAHBIE pyabl
BCKPHIBAIOT A30THOH KHCJIOTOH WK uapckoit Boakoi. [lpu ananuze mbl-
WBSKOBHCTBIX M CyJbhUAHBIX Py/ HaBecKy nepex obpadoTkoi Kuc/0-
TAMH DPEKOMEHLYIOT OCTOPOMKHO MNPOKAJHTh AJs1 yAajeHus OoJbliei
YACTH MBIIUBAKA H Cephl.

Hepasnaraembie cosiHOi KHCIOTOH cHIHKATH of6pabaTtniBaloT (To-
PHCTOROJAOPOAHONH M cepHOfl Kucaotamu. Ecan meobxoanmo, nepacrtso-
PHMBII B KHCJ0TaX OCTATOK MOKeT OBITb NepeBejleH B pacTBOp CILJIaB-
JeHHeM ¢ COAOH MM nupocydbpaTtom Kaaus. Pyasl, nHe pasiaraemble
KHCJOTaMH, HanpHMep cojlepiKaliie XPOMHT, CIIABIAAIOT ¢ e1KOM Ile-
JOYBI0 H MEepPOKCHAOM HaTPHA MJAH C €IKHM HATPOM H HHTpPaTOM Ka-
THA.

Ot GoJbLIHHCTBA JIEMEHTOB HHKEIb HA/eKHO OTIe/seTcs ocaikKe-
HHEM JIHMETH/ITJIHOKCHMOM H JPYTHMH o-AHOKCHMaMH (o-OeH3HJIIHOK-
cuMm, a-Qypuiinokenm). JKeneso (II1), amomunnit, xpom (11I), cyps-
my (I1I) w BHCMYT yaep:XKHBAIOT B pacTBOpe A00aBJIeHHEM TapTparta,
CBHHeEIl — BBEJEHHEM aleTaTa.

['pynnoBoit cnoco6 BHAENEHHS HHKEJAS COBMECTHO ¢ KOOaJbTOM H
HKeJe30M — ocaxkeHue pacTBOPOM eAKOH Ilesno4yH, cBOOOJHOH OT aM-
MHAaKa H cojeil ammonus. Hawayuwmuit pesyabrat JocTHraercss mpH
MEIJEeHHOM BJHBAHHHM MpPeABAPHTEIbHO HeHTPAJH30BAHHOIO eIKHM
HATPOM pacTBOpa B H3OBITOK rOpsivyero pacrtBopa ILIeJ0YH NPH MoMe-
wuBanuu, lo6aBiaenne B eIKyl0 LIEJN0Yb OKHCJIHTENS — IepcyJibdara,
MepoKCHAA, THNOOPOMHTA HJH FHIOXJI0PHTA 1eNOYHOr0 MeTasIa — Cro-
coOCTBYeT KOMHYECTBEHHOMY BbIJZe/JeHHI0 HHKeas B ocajok. Ornene-
HHE HHKe/sl OT TSKEeABIX MeTasJoB ocaxaeHHeM HX H3O0BITKOM aMMHa-
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Ka caeayer nsberatb, TaK KakK HHKeJb MOMKET COOCAJHTLCA ¢ MOJMyYeH-
HBIMH THAPOKCH/LAMHM.

Hast oTAeNeHHst HHKeJSt OT KeJje3a, aJIOMHHHSA, THTAHA HCMOJb-
3VIOT METOAbl HX OCazxKJIeHHd B BH/IE THAPOKCHIOB HJIH OCHOBHBIX CO-
Jieli TpH onpejieJeHHON KOHLEHTPalHn HOHOB BOAOPOAA B pacTBoOpe,
c031aBaeMoil aMMHAaKOM, NHDHAHHOM, ypoTpomuHOM, OeH3oaTom aM-
monus, Kapbonarom Gapus.

10.1.2. TpaBumMeTpHUECKOE onpejejeHne HHUKeas
C JAUMETHITTHOKCHMOM

Bo/bIIHHCTBO IPaBUMETPHYECKHX METOAOB OMNpe/lesIeHus HHKe/s
'OCHOBAHO HAa OCaXJIEHHH ero a-AHoKcumaTtoB, B kadecrse ocajureseii
NPHMEHSIOT AHMETHATTHOKCHM, o-0€H3HIJIHOKCHM, o-(DYPHILHOKCHM.
HauGonee mnpoko nenoassyembrit guMeruaranokenm (CHj)2Co (NOH)
MO3BOJIAET OT/AEJIHTh HUKe/b OT HOJbIIHHCTBA 31eMeHToB. JuMeTuirau-
OKCHMAT HHKeJsi KOJHYECTBEHHO BbljessieTcds H3 cnaboaMMHaYHbIX,
HeHTpaJbHBIX HIH YKCYcHOKHCALIX pactBopos (pH 6,0—10,2). Ocanok
pacTBOpHM B pas3daBJeHHbIX PacTBOpax MHHEPaJbHBIX KHCJ/OT, B pa-
CTBOpax LHAHHAOB H B CHHPTOBHIX pacTBOpax, cojepxkauiux Goaee
40—50 Y% cnupra (no o6pemy). CoBMECTHO ¢ HHKE/EM OcaxKLaeTcs naJ-
aannil. o-BeHsnaaHOKCHMAT HUKes yeTOHuNB B 6oJice LIHPOKOM HHTEp-
Base pH (4,2—10,4) [28]. [Mpumenenne a-6eH3HITHOKCHMA TO3BOJSIET
BECTH ocaxjieHue HHKeasi n3 GoJee KHCA0H cpejibl, 4To obJerdaer oT-
JleJleHHe aqlOMHHHS, XpPOMa M APYrHX 3JeMeHTOB. o-DypHALHOKCHM
GoJiee YYBCTBHTEJBHBII peareHT, 4eMm AHMETHJMJIHOKCHM; a-QypHJILH-
okeumart Hukeas coaepxut 11,85 % unkens [28]. KosanuectBennoe
ocamenne npoucxoaut npu pH 6,4—10,5.

Metoauka onpejieseHnst HUKeas ¢ AHMETHATIHOKCHMOM PeKOMEeH/10-
BaHa /1Js ONpejeleHHs HHKeJsl B pyAaX M FOPHbIX NMOPOAAax MpH CO-
aepxanun ero 0,05 % un 6onee (Mucrpykuns HCAM Ne 42-X).

Metoanka OCHOBaHa Ha Ocax/eHHH ANMETHJLJIHOKCHMATa HHKeNs
H3 c1a00aMMHAYHOTO PACTBOPAa H B3BEIIHBAHHH TMOJYYCHHOTO OCaJKa.
Jas yaepuBanus B pacTBope Kefae3a, ajJlOMHHHS H JAPYTHX 3JeMeH-
TOB MOJYTOPHBIX OKCHJOB INepej ocarjieHHeM HHKeas npubasisior
BUHHYIO HJIH JHMOHHYIO KHesoTy. OQHAKO NpH BLICOKOM COJepiKaHHH
JKejesa (esiesHble py/ibl), MapraHiia (MapraHieBble pyibl) HJIH alio-
MHHHS OCAN0K AHMETHJTVIHOKCHMATA HHKEAs NMepeocaxmaalor.

KoGaabr 1 meab o6pa3yloT ¢ JAHMETHJITJIHOKCHMOM pPacTBOPHMBIE
KOMILIeKCHBle coeanHenus. [IpucyTcTByst B pacTBope B OOJBIUINX KOJIH-
YecTBAX M CBSI3bIBAS PeareHT, OHH 3aMeIsI0T ocaxieHne Hukeas. B
3TOM cJydae cielyer NpHOaBAAThL A0CTaTOYHBIT H3OBITOK OcaauTes
H [ocJe OcaXIeHHsl OCTaBJAATbL PAacTBOP 10 caenytoulero ans. Coawui-
KOM Goabluoil H30LITOK JIHMETHJATJIHOKCHMA BCJEICTBHE TJIOXOH ero
PACTBOPHMOCTH MOXET YaCTHYHO BHIMACTL B BHIe O€JBIX KPHCTAJJIOB
H YBeJHYHTb Maccy OcaiKka.

Cnupr npn copepxmanun ero B pactsope 6osee 50 Y% no ob6bemy
HECKOJbKO PacTBOPseT 0Ca/l0K JAHMETHATIHOKCHMATA HHKeJS, NO3TOMY
npH HeoOXOAMMOCTH BBedeHHs O0JbIIONO KOJHYECTBA AHMETHJTIHOK-
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ciMa cjaelyer NpHMeHATh OoJee KOHIEHTPHPOBAHHLIE €r0 PaCTBOPHI.

Keneso (11) ne obpasyer ocajaka ¢ AHMETHJITTHOKCHMOM, HO OKpa-
LIHBAeT pacTBOp B KpacHblil user. [Ipu cTOsSHMM WM HArpeBaHuu pa-
CTBOPOB, COJAEpKallHX JAHMETHJMJIHOKCHM, BHHHAs KHCJIOTAa YacTHYHO
BOCCTAHABJHBAET OKCH/IHOE JKeJe30, M pPacTBOPbl OKpalIHBAlOTCHA B
KPacHbIil 1iBeT, XapakTepHulil A8 xeqe3a (II).

Meraaas 1V 1 V aHaauTHUYECKHX TPYNN NPH BLICOKOM HX cOjepiKa-
HHH OTAeJsI0T cepoBojgopoiom. HeBoabline KoanyecTsa Me/lH, MblLIbs-
Ka M cypbMbl H OoJibliHe KOJH4YecTBa MOJHOJeHAa H BaHAalHS He Me-
WAI0T ONpeieTeHHI0 HHKEJS.

YacTHuHO ocazkaaloTes H3 caaboaMMHAuHOTO pacTBOpa BMecTe ¢
ocagKOM AHMETH/JITTHOKCHMATa HHKeIs naJjjajiuii, 30J0TO H MJaTHHA.
Hx Bausnnem MoHO npeHedpeuyb, TaK Kak cojdepiKaHue HX B MHHe-
PaJbHOM ChIPpbe HE3HAYHTEJbHO.

PaszioxeHnune CcoJdsgHOH MW a30THOINl KHCJIOTAaMIL
Ecan B pyie coiepixarcsa OpPraHHYecKHe BellecTBA MJH 0O0JbLIOE KO-
Ju4ecTBO cyJabtunos, HaBecky 0,5—1 r ocTopomHO NpoKaaHBaiOT, a
satem pasgaraior 15—20 ma HCI npu narpesannu. 3ateM npuauBalor
5—10 ma HNO;, kKunarat MHHYT JecsTh H BhINapHBAIOT PacTBOp J0-
cyxa. [Ipunusaior 10 ma HCl n nosropsior BemapuBanne. Cyxoii
ocratok cmaunBawr 5—I10 ma HCI, uepes 5 mun npunusaior 20—
30 ma ropsueit Boabl, KuUnATAT. OTGUALTPOBaHHBI HEpPacTBOPHMBbIil
OCTATOK NPOMBIBAIOT ropsyeil Boaoil, noakuciaennoii HCl. Ecan wmer
VBEPEHHOCTH B IOJHOM IepeBe/leHHH HHKeJds B pacTBop, (PUIALTP ¢ He-
PACTBOPHUMBEIM OCTATKOM 030Jf10T H OCTATOK pasjaraiorT (hTOpPHCTOBO-
JIOpoAHOIl H cepHoli Kucgoramu. CyXoll ocTaToK CIJIABJSIOT € TNHPO-
cyasdaToM Kagaus, MJIaB PacTBOPAIOT B COJAHON KHCJOTE M PacTBOp
IPHCOEAHHAIOT K OCHOBHOMY.

Paznoxenne pTOPHCTOBOAOPOJAHOH H cepHOH Ku-
caoramu. Hasecky 0,5—1 r B naarunosoii yamke oGpabaThBaioT
3—5 mar HpSOy (1:1) u 10—15 ma HF npu marpeBanuu, Buimapusas
a0 ryeteix napoB HoSOy, awimsar 3—5 mun. Jdaior ocTeiTh, cMauHBaioT
CTeHKH 4alllKH BOLOIl H BHOBb BLIMAapHBAIOT 10 MOJHOTO YlaJeHHS 13-
oniTka H,S0O4. Ocratok emayuBalor 5—10 M COAsiHON KUCJIOTH U ye-
pes 5 MHH NepeHOCHAT COAepPKHMOe YallKH ropsyeid BOAOH B cTaka,
poBoas oObem pactBopa Ao 757100 mJ, M KHOATAT A0 PacTBOPeHHA
conefi. Ecan ocraercs HepacTBOPHMBIH OCTATOK, TO PacTBOpP (GHABT-
pyioT uyepe3 ¢uabTp «Oesas JeHtar W NPOMBIBAIOT OCAaJ0K BOJOI,
nojkuciaennoit HCL

K 200250 ma pactBopa, NOJYYeHHOro OJHHM H3 YKa3aHHBIX cIlo-
co0OB, TNPHJIHBAIOT, B 3aBHCHMOCTH OT KOJHYECTBA MPHCYTCTBYIOLLHX
MeTa 0B aMMuauHoit rpynnsl, 5—25 ma 10 %-noro pactBopa BHHHOI
HJIH JHMOHHOH KHCJOTH H aMMHaK 10 ciaaboulenoyHoli peakuuu (B
NPHCYTCTBHH OOJBIIHX KOJHYECTB KaJblHA H MarHus Jaydiue ymorpeo-
JATh JHMOHHYIO KHca0Ty). Ecan npn npubapieHnn aMMHaKa pacTBop
MYTHEET HJH BhIMajaeT 0CaloK, 3TO CBHAETEJNLCTBYET O HEAOCTaTKe
KHcaoTe. O6pasoBaBilniicss 0cajoK PACTBOPSIOT B HECKOJBKHX Kamusx
COJAHON KHCAOTH, npuansator eule 5—I10 ma pacTsopa BHHHON (J1H-
MOHHOM) KHCJOTBL B aMMHAK [0 LIeTOYHOI peakilnu.
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PactBop NOAKHCASIOT HECKOJbKHMH KalJAAMH COJSHON KHCJIOTH,
narpesaior 10 70—80 °C u npusanBaior npH nepemewrnBanun 1 % -Hulii
CBEeKeNnpHroToB/JeHHbIH CIHPTOBOH pacTBOP AHMETHJATIHOKCHMA (H3
pacuera mo 6—8 ma pacrBopa Ha Kaxable 0,01 r nukeas) ¢ He6oJb-
wuM H36bITKOM. 3ateM A00aBJASIOT M0 KamjisM HNpH TepeMellHBaHHH
25 9 -HBlii meperHaHHbi aMMHAaK 0 OTYeTJHBOro 3amaxa. Pacrtsop
MPOBEPAIOT HA MOJHOTY OocazKjaeHusi, npubapass 3—5 MJ pacTBopa JH-
METHJATJIHOKCHMA, OCTaBJAT B Temjom Mecte Ha 1—1,5 u. Ilpn ma-
JIOM COJep:KaHHH HHKeJIs 0Cal0K BHIAEASETCH TOJABKO TOCTe TLIATeNb-
HOTO MepeMellHBaHusA pacTBopa H 0ojee MPOAOJKHTEJABHOrO CTOSHHA
(B TeueHne HOYM).

B nmpucyTeTBHH GOMBIIHX KOJHYECTB KeJje3a, aJlOMHHHS H Maprau-
1a 0cajl0K AHMETHArNTHOKCHMATA HHKels mepeocaxmaior. OTdHALTpO-
BBIBAIOT 0cafoK 4epe3 BeicymeHHBI npun 110—120 °C tarens ¢ mopric-
ToiM AHOM Ne 3 u 4 uam uyepe3 tureas ['vua. [lpombiBaioT Xom01HO#
BO/I0il H BBICYWIHBAOT B cywujabHoMm wkady npu 1107120 °C xo mo-
CTOSIHHOH Macchl.

Kospduuuent nepecyera AUMETHIrTHOKCHMATA HUKEJIS HA HHUKeJb
0,2031, na okcun Hukeas 0,2586.

10.1.3. TuTpumeTpuiecKoe onpeaeneHne HUKed

HanGoaee pacnpoctpaHeHbl THTPHMETPHYECKHE METO/bl ONpejede-
HHA HHKeJf, OCHOBAHHbIE HA peaKIHax KOMHJ’IEKCOOﬁpaSOBaHHS{ H oca-
HKIACHHS.

Hukens ¢ xommuexkcomom 111 06p33y€[‘ KOMILJIEKCHOE COeJHHEeHHe
C OTHOWeHHeM MeTajila K Jurawiay 1:1 B mmpokom HHTEpBaJe 3Haye-
it pH 2—10,5. TlpeanoxeHo MHOro MeTOAMK ONpejeseHHs HHKeas
B KHCJ0/ M aMMHayHOil cpeiax, HemocpeJACTBeHHHIM THTPOBaHHEM pa-
CTBOPOM KOMILJIEKCOHA I11 u OﬁpaTHbIM THTPOBAHHEM COJAMH MarHHsd,
BHCMYT4, TOpPHSL M APYrHX. MeToAMKH Hea0cTaTOYHO H3OHpPaTe/IbHBbI,
TpeGyIOT BO MHOIHX CJydasix MpeiBapHTeNbHOTO BbIAeJeHHS] HHKeJs.

Metoj1 onpejeseHis HHKeJdss ¢ HCIOJb30BaHHEM THTPOBAHHOrO pa-
CTBOPAa JHMETH/IJHOKCHMA C NpHMeHeHHeM B KayecTBe HHAHKaTopa
JHMETHJITIHOKCHMHOI 6ymar1»1 COBMELLaeT TOYHOCTbL rpaBHMETPHYECKO-
ro Metoaa c GLICTPOTONR THTPpHMeTpHYecKkoro. Turposanne BeayT B cJja-
6oammuaydom pactsope 0,01 wan 0,04M pactBOpax AHMETHJTJIHOKCH-
Ma. Me,llb [peABapuTEJbHO OTACSAIOT OCAXKIACHHEM 3JEKTPOJH3OM] HKe-
aezo (III) cBasbiBalOT B KOMIIEKC BHHHOH HJIH JHMOHHOH KHCJ0-
Tamn [28].

10.1.4. ®oromerpuuecKkoe onpeaeaeHne HUKes

10.1.4.1. Onpenenenne HHKeAH C AUMETHATAHOKCHMOM

Mertoanka pekoMeHaoeaHa ausa onpeienenus 0,02—2 % Hukens B
MHHEPAJbHOM Chipbe NMPH cojep:KaHun MapraHua He Gonee 4—5 %,
menun — He Gogee 2—3 Y%, kobaanra — ne Gogee 0,5 Y% *.

* Bonee nuskue coaepRaHua HHKeds MOryr ObITH onpejaeselsl ¢ npeaBapHTenb-
HEIM KOHUEHTPHpPOBaHHeM,
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MeroanKka OCHOBAaHA HA H3MEePEHHH HHTEHCHBHOCTH OKPacKH KOMII-
JEKCHOTO COeLHMHEHHs] HHKENs ¢ AHMETHJTJIHOKCHMOM, 06pasyioulerocs
B LLEJOYHON cpele B NPHCYTCTBHH OKHCJAHTENst Bypo-KpacHoro upera,
cocra Kotoporo Mano uayued (Mucrpykums HCAM Ne 43-X [27]).

MakcumMyM CBeTONOIVIOILEHHS PacTBOPa OKPAlEeHHOro KOMILJIeKca
Haxoautcss npu A=460—470 um. Moaspusblii ko3(pduuneRT noraiue-
HHS PacTBOPOB OKHCJEHHOTO KOMMJIEKCHOTO COeJIHHEHHS HHUKeIs ¢ JiH-
meruaranokcumom 14 000. Msmenenne aGcopbunu pacTBopa HOAYH-
naercss sakony bBepa npm xonuentpaunn uukeast or 0,004 o 03 wmr
B 100 ma. Oxkpacka pactBopoB npu co0JI0AeHHH YCJOBHIT aHa/nH3a
yeToliuuBa B TeYyeHHe HeCKOJbKHX 4acos.

OnpegeneHuio HUKENs MeEIIAOT 3JeMeHThl, 06pasyiollie ocaikil B
wenouHofi cpege: meaezo (I11), amomnuuit ¥ THTaH, Kaabuui, mar-
nuii, mapraney u ap. Keaeso (III), anwomuunit u TTan yaep:upaior
B (oTOMETPHPYEMOM pacTBOpE BBEIACHHEM TapTpaTa KaJus-HATPHS
(cerneToBOH C€OJNH), MaArHHH M KaJblHil — 100aBJeHHEM KOMILIEK-
cona III.

Maprauneny (1) okucasiercs B 1iesouHoil cpeie KHCJIOPOLOM BO3-
JlyXa 10 MapraHilOBHCTOI KHCJIOTHI, KOTOpasi BhiagaeT B ocajok. [1pu
cojlepKaHun Maprauia Boiie 4—>5 % OH Mellaer olpeLeIeHHI0 HHKes.
B atoum cayyae mapraHel, cjeiyeT NpeABapHTeIbHO OCALAHTb € [HIpO-
KCH/IOM rKee3a M3 aMMHauHOro pactBopa NpH OKHCJeHHH Tepeyabda-
TOM aMMOHHS.

Komnaeke taprpara xenesa (111) umeer coberBennyio cnabyio ok-
packKy, KOTopasi Hak/a/blBaeTcsi Ha OKPACKy KOMILIEKca HHKeJasd ¢ JH-
MeTHJArJAHOKCHMOM (6 MP JKesne3a MOMHO NPHHATH 3a 4,5 MKr HHKeJs)
npu conepxannn xemaeza (I11) Buime 25 Y u copepRanun HUKEIs OKO-
ao 10°2%. Has ycrpaHeHHsi BJAHSIHHSE OKPaCKH TapTPaTHOTO KOMII-
Jgekca xenesa (I11) aGecop6umio uCTBITYEMOro pacTBopa M3MepsliOT OT-
HOCHTE/IBHO TaKoro ke ofbema pacTtBopa npoObl, K KOTOpoMY 1006aB-
JIEHBl BCe PeaKTHBEI, KpOMe JAHMETHJrJHOKCHMA. DTOT NpHeM 103BOJseT
yeTpaHuTh Takxe Baugnue xpoma (VI) u Banaaus (V), MOHH KOTO-
PLIX B LIEJOYHBIX PACTROPAX OKPALIEHBl B JKEJTHI 1IBET.

HKemnezo (I1), meap v ko6aabrT 06pasydT ¢ AHMETHATJIHOKCHMOM
OKpalleHHble KoMiviekcnole coequnenns. Xeneszo (11) B xome amanusza
okucasiercst 10 xemaesa (I11) u mpn ykasaHHBIX Bbllue YCJOBHSX He
Meuiaer onpeseneHHio HHuKeas. Okpacka KoMmIjekca MejH ¢ JAHMEeTH/I-
ranokcuMoM B 60 pas, a ko6aabra B 40 pa3 cnabee OKpacku AHMETHJ-
ranokcuMa HuiKeasi. IIpum Beicoknx copep:xaHusx menan (Goaee 3 %)
n . kobaabra (0,5 %) pesyabraThl OnpeAeseHHs HHKEIS MOTYT ObTh
3aBblLLIEHbL.

[Tpuponusie marepuansl pasiaraior 06paboTKOi CONSIHON, a30THOI
H CcepHoi kHcioTaMu. Bo mu3bexanue morepb HHKENIs € HePACTBOPH-
MBIM OCTATKOM B PacTBOP NpPH pazioxmenun AobaBiasioT (PTOPHCTOBO-
JOpoAHYI0 KHeJoTy. B cayyae neoOxoanmocTH HepacTBOPHMBIH ocTa-
TOK MoxeT ObITh 00paboTan oT1e1bHO.

Peaxrus. Crangaptiuit pacteop Hukeas. Pacteop A: 0,1 r wmeraaaudeckoro
Hikeas pacreopsior B 15 ma HNO; (1:1), seinapusaior g0 2—3 ma, a06asasior
20 ma HySO4 (1:1) u npoposxaior Buinapusanue 10 Bugenemus napos HySO,
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OcTulBIIKA PacTBOP NMEpeHOCAT B MepHYl Koaly sMmecTnmoctbio 1 7, jpoanpaior 1o
meTkH Bojoil. 1 ma pacteopa A copepxut 0,1 mr nukeas. Pactsop B: 50 ma pac-
TBOPa A NOMEWAlT B MEPHYI0 KoJO0Yy BMECTHMOCThI0 250 MJA M J0JHBAIOT 10 METKH
1 % -noit HySO4. 1 ma pacteopa B cozepumut 0,02 Mr Hukens.

Hagecky 0,1—0,25 r pasiaraloT KHCJOTaMH, KaK YKasaHo paHee.
PactBop BMecTe ¢ HEpacTBOPHMBIM OCTATKOM MEPEHOCAT B MepHylo
K016y BMectuMocTtbio 100 Ma1 M 0MHBAIOT BOAOH 0 METKH.

PacrBop ¢uabrpyior H orbupalor numerkoii 5—10 ma B koaby
BMectHMocThio 100 wmu. HeiiTpaauzyior H36HITOK KHCJAOTHL 5 % -HbIM
pacteopom NaOH (mo Gyporo uBera Gymarn KOHTO), A00aB/siOT 110
kamasm HCl (1,19) go mosnoro pacTBopeHHsi THAPOKCHAOB, npubas-
asiior 10 ma 20 %-woro pactBopa cernetoBoil coan, 10 ma 5 Y -noro
pacteopa NaOH, 10 ma 5 %-Horo pactBopa nepcyibpara aMMoHuS,
10 ma 1 %-noro pactBopa aumernarinokcima B 5 Y%-wom NaOH u
nepemewnBaior pactsop. Uepes 5 mun pobasasior 20 ma 10 %-noro
pactBopa Kommaexkcona IlI, nonusaior mo mMetrku 5 Y -HbLIM pacTBOpOM
NaOH u cuosa nepemewnsaior. ITocine gobaenennsi kommiexkcona 111
pacTBOpseTcss 0CaJd0K THADPOKCHAOB KaJblusg W Maruus. Yepes 5—
7 MuH H3MepsiloT abcopOunio pacTBopa Ha (POTOKOJOPHMETPE ¢ CHHHM
CBeTO(HABTPOM OTHOCHTEILHO TAKOH 7Ke AJHKBOTHOH 4acTH HCNBHITYe-
MOTO PacTBOPa, B KOTOPYIO 106aBJSIOT BCe PeaKTHBB, KpOMe AHMETH.I-
PIHOKCHMA.

O1HOBpEMEHHO ¢ aHAJH30M BBIIOJHAIOT KOHTPOJbBHBII ONLIT, KOTO-
pblii NPOBOAAT yepe3 Bce CTaJHH aHaJjH3a, HCMNOJb3Ys Te e peak-
THBHI.

Conep:kaHne HHKeNs ONPeAe]soT Mo TpaiyHpOBOYHOMY Tpaduky.
[TocTpoenne rpaayuposounoro rpaduka BeAyT AJsl HHTepBaJa Coaep-
xanuii or 0,01 10 0,22 mMr nukensi, npubaB/iss Te e PeakTHBLI, 4TO
B aHaJH3HpyeMble TPOOLI.

10.1.4.2. 3kcrpakunoHHO-(POTOMETPHYECKOE ONpPEAeSeHHe HHKeas
C JAHMETHJIITHOKCHMOM

Mertoanka pekoMeH10BaHA JJA aHAMH3a JKEJE3HBIX H MEIHBIX PV,
4 C YKa3aHHBIMH OTpPaHHYEHHSIMH H 1J5 JPYrHX BH/0B MHHEpaJbHOro
coipbst. M3 HaBeckn 1,0 r MOKHO Onpene/niTh HHKeJb NPH cogepka-
wun or 0,001 no 0,5 9%.

Huxkenn obpasyer ¢ AMMETHATTHOKCHMOM B ILIEJOYHON cpeje oca-
JIOK, KOTOPEIl XOpOLIO pacTBOPSETCA B HECMEMIHBAIOUINXCS ¢ BOJON
opraunyeckux pactBoputensx (Muctpykuns HCAM Ne 41-X [27]).
IKCTPAKT HMEET KEJATYI0O OKpacKy. MaKCHMYM Mor/oienns HaXoAHTCs
B yabTpaduodaeropoii obaactn okoao 350 num. [Tpu sxcrparupoBaHin
6 ma xaopodopma nan Gensona uz H0—60 ma BojpHOH (pazwl, HMelo-
meii pH 8—9, nmpsivonnHeAHOCTH TPaAyHpPOBOYHOro rpaduka coxpa-
HAeTcs B npeaenax 10 50 Mr Huke.s.

Onpenenennio HUKeIs MewiaoT BucMyT, keaezo (I11), somoT0, naa-
Jlajuil, IIaTHHa, MapraHel, Meib W KobanbT. BausHue BHeMyTa M Ke-
neza (IIT), rakme o6pasyolinx ¢ AHMETHATIHOKCHMOM OKpalleHHbIe
cOoe/HHeHHs, YCTPaHseTCsl BBOJAHMBIM B Xoje anaan3a uurpatom. Ilpu-
CYTCTBHE 3HAYHUTEILHBIX KOJHYECTB 30J0Ta, Najajainda 1 MIaTHHb Majlo
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BeposTHO. B ycioBHAX onpeaejsenus HHKens KoOaJabT M Melb 4acTHY-
HO HM3BJEKAIOTC B OpraHHyeckuii caoii. Mapranen npm ero cojepxKa-
HHH GoJsiee 25—30 Mr Takie MOMKeT IKCTParHpoBaTbhCsl H CHH3HTb H3-
BievyeHHe Hukeas. Bansnne Goabwinx cogepaanuil mapranua n 20—
25 mr KobanbTa H MeAH YCTPAHAIOT NMPOMbIBAHHEM 3KCTpPakTa aMvHa-
KOM, pasGaBjenHbiM BOLOH B oTHOWeHHH 2: 98.

[TpoGy pasnarator KucaoTHbIM cnocobom. Yacte mexoaHoro pac-
TBOpa, cojepxamyio 5—50 MKr Hukens, Hefitpaausyior o pH 8—9,
100aBJASIOT AHMETHJATJIHOKCHM, 3KCTPAarupyioT xJaopodopmom nin Gex-
30J10M, NMPOMBIBAIOT 3IKCTPAKT aMMHAKOM H Mnocie pasjieienns das
¢doromerpupyior. pH ycranaBamBaor no HuaukaTopHoil Gymare.

Pasnoxenne npoObl NMPOH3BOAAT TaK Ke, KakK TIPH ONpele/eHHN
Ko0aabTa. AJHKBOTHYK 4acTh pacTBOpa, NOJYYEHHOro MpH pasfoze-
HUH HaBecku, oObeMOM 25 MJ TOMENlaloT B CTAKaH BMECTHMOCTBIO
100 ma, HeliTpaauaylor ammnakom (1:1) no yHusepcanbHoii HHIHKA-
topHoit 6ymare xo pll 8—9 u nobapasior 2 ma 1 %-noro pacrsopa
JAUMEeTHJATJHOKCHMa B 3TatoHe. [lepeHocar cofepikuMoOe B Je/HTeb-
HYI0 BOPOHKY, jobaBasior 6 ma xnopodopma uan GeHzona H 3IKCTpa-
rupyior B teyenne 2 MuH. [locae pasaenenns a3 opraHuyeckuii cJoii
NpOMBIBalOT aMMHaKoM (2:98), cauBaloT B cyxylo npobupKy H H3Me-
psawoT ero abcopGuuio.

CojepiKanue HHKeJNsl PAcCUHTBHIBAIOT 110 rpajyHpoOBOUYHOMY rpadu-
KY, MOCTPOEHHE KOTOPOrO BEIYT MO PacTBOpPaM, COACPXKALIHM OT 5 10
50 MKr HHKens, IPOBOAA HX MO XOAY aHaan3a mpobbl. JKCTPAKTHI 3Ta-
JIOHHBIX PacTBOPOB  (POTOMETPHPYIOT OJZHOBPEMEHHO C aHa/J H3l-
pPYyeMbIMH.

10.2. OnTHYeCKHe CNeKTpadbHble METO/bl
onpeaeneHuss HUKes

10.2.1. Cnektporpaduueckoe onpejeneHue HUKes

MeTtoauka pekoMengoBaHa AJs ONpeAeJCHHs HHKEJAS B FOPHBIX MM0-
pojax, JKeJlesHbIX py/jdax, MarHeTHTe, XPOMHTE H OJHBHHE TPH COAep-
xKaunu 0,05—0,99 % (Mucrpykuns HCAM Ne 106-C [27]).

ITpu cnekTporpaguueckoM ompeie/eHHH HHKeJsl B KauyecTBe Oyde-
pa MCHOJB3YIOT YroJbLHBI MOpoLIOK W KapOoHart Gapus, B KauecTBe
3JIeMeHTa CpaBHEHMs — cKaHAui. AHaan3 BeayT crmocob6oM Tpex 3Ta-
JoHOB (Tabu. 11). Oxnospemenno onperensior Co, V, Cr u Ti. Xox
aHaJH3a aHaJOrH4YeH ONMHCAHHOMY B Iyase 7.

10.2.2. KpantomerpHueckoe onpejejeHne HHKes

Meroauka nossoasier onpegeastb 0,001—0,1 % Hukeass B cuau-
KATHBIX H3BePIKEeHHBIX TOPHBIX MOPO/AX.

Meroanka 3akaiouaercs B HCNapeHHH aHaJH3HPyeMoil Tpobbl B
3JIEKTPHYECKOl Jyre NepeMeHHOro TOKa, B KOTOpYlo obpasel BBOAAT
CrocoGoM BO3AYIIHOrO AYThA, H B H3MEPEHHH HHTEHCHBHOCTH CIEKT-
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panbHbBIX JIHHHI CI)OTOSJ'IEKTPHHECKHM crocoboM ¢ HCIOAb30BAHHEM
kBanromerpa (Mucrpykuus HCAM Ne 168-C [27]).

Bydeprast cmech cocToHT M3 KapOoHata HAaTpHs, JAHOKCHIA KpeM-
HHA H rpaduTOBOrO mMOpowKa. AHaiH3 BHINOJHSAETCH CIOCOGOM Tpex
3TAJIOHOB 110 OTHOCHTEJNbHOH HHTEHCHBHOCTH CHEeKTpaJibHBIX JHHHIT,
DrasoHOoM CPABHEHHSA CJHAYIKHT Melb. Meronm(a npejHasHadera s

Ta6anua 11
AHAaAHTHYECKHE JIHHHH HHKeas
Memawmne 1EMEHTH
Anammriueckas ”“T‘PB“‘:"“pe;‘;‘_
ARERE B aaem:;ﬁ,o;ep Jlunus, nv Coaepianne, %

Ni I 305,082 0,001—0,03 Co 305,093 1

V 305,089 0.1

Hf 305,076 0,05
Ni I 310,188 0,003—0,1 - et
Ni I 300,363 0,005—0,1 Ti 300,364 3

Zr 300,374 1
Ni T 299,260 0,05—0,5 Mo 299,262 1
Ni I 282,129 0,1—3 W 282,131 15

Ti 282,142 (i)

onpenenennss Co, Ni, Cr, V, Ti, Mn, Fe, Ga, Sr, Be, Sn u Sc. Pa6o-
TaloT no anaauntuyeckoit JuHMH Ni 1 341,47 um. Onpenenenuio me-
waior kobanbr (Co I 341,47) npu comepxkanun 0,01 % wu Keneszo
(Fe I 341,65) —12%.

[MTonpo6Hee BHINOJHEHHe aHAJH3a H3JIOXKEHO B raase 7.

10.2.3. AtomHo-aGcopOuHOHHOE OMNpe/ie/ieHHe HHKeJs

Merox atomuoii abGcopGunH NPHTOAEH s ONpejeeHHs pPasjiHy-
HBIX cojepxKauuili HHkenss. OObYHO paboTAlOT NO JHHHUH HHKEJS
232,0 uM, no Kotopoii pocturaercs npejes obHapyxenns 0,02 Mxr/mi.
XapakTepHCTHUECKAS KOHIEHTPAUHA AN 06GeIHEHHOro MJaMeHH BO3-
Ayx — aueruaen coorserctByer 0,1 mrr/ma [31]. Hdas goctuxenns
MaKCHMAaJIbHOH YYBCTBHTEJbHOCTH HeoOXOAHMa y3Kas CHEKTpaJbHas
WHpHHA e MoHoxpomaTtopa, okodao 0,2 um. Ilpu Gosbuieii cnexrt-
paJbHOH UIHPHHE 1IeJH OLLYILAeTCsl BJAHSIHHE PSIZIOM PachoJOKeHHbIX
HeabGcopOUHOHHBIX JHHHI HUKead 231,7 u 232,1 HM, KOTOpPOe NPHBOAHT
K HCKPHBJICHHIO TPajyHPOBOYHOrO rpaduka.

Kpome naamenn BO3AyX — alleTHJI€H, BO3MOXKHO NpPHMEHEHHe CBe-
THJBHOTO rasa, HO ropsidee nJaaMms cJelyeT Npeanoyectb, Tak Kak B
HEeM MeHee CKa3hiBaeTcsl BJHAHHE CONMyTCTBYIOUIHX 3JeMeHTOB. B naa-
MeHH oKcua azota (I)— aneTnjaeHn momexn OTCYyTCTBYIOT, HO HECKOJBKO
NOBBIIIAETCA TIpejes] OOHapYKeHHs.

ITpenen obHapyxeHHs HHKeJsl NOYTH He 3aBHCHT OT CTeneHH obo-
rauleHHs MJameHd TONJIHBOM, HO 00paszoBaHHe aTOMOB HHKe/s pas-
JIHYHO MO BBICOTE TIJIAMEHH.

B npucyTcTBHH NMOBBLILIEHHBIX COAEpXKaHHil XKejae3a, KaJblHsi, HAT-
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pua npu pabore B NJaMEHH BO3/yX — aleTHJeH HA01101al0TCs TOMeXH
OT HeceJeKTHBHOro norJoulenusi. [Toatomy npu onpejieseHHH HH3KHX
CoJep:KaHuii HHKeasl B LEJSIX MOBbILIEHHs] YYBCTBHTEJbHOCTH H CHEIH-
(puuHocTH Meroaa npuberalT K NpeABapHTENbHOMY 3IKCTPAKIHOHHOMY
KOHLEHTPHPOBAHHIO. DKCTPArHPYIOT OPraHHYeCKMMH PacTBOPHTESMH
KOMIIJIEKCHBIE COEAMHEHHSI HHKeas. JKCTpakuus AHITHIAHTHOKapOa-
mata HHKeas n3 pactBopoB ¢ pH 9-—-10,5 no3Boasier onpenennutbh co-
Jepxaune uukeas 0,0002—0,01 %. Merox ananornyen onHcaHHOMY
B pasjene 9.2.4.

Metoanka aToMHO-abcOpOUHOHHOTO ONMpeae/eHHs HHKeJIs PEeKOMeH-
JOBaHa JAJs OMpejeseHHs HHKeJs B TOPHBLIX IOPOAAax, PyAax M TeXHO-
Jgorudecknx pacrsopax npu coaepxaunn 0,005—10 %. Ona ocHoBaHa
HA H3MepeHHH TMOIVIOUIeHHSI Pe30HAHCHOro H3JYYEeHHs HeHTpadbHBIMH
aToMaMH HHKeJs, 00pasylolliMHCA B Mpolecce aTOMH3allHK NpH pac-
NbLUICHHH pacTBopa npobbl B nuams [4]. Mcrounukamu Bo3OykaeHis
PE30HAHCHOTO H3JYHEHHS CJAYXAaT CHeKTPaJbHble JaMMbl C MOJbIM Ka-
TO/J0M, BhicokouacToTHbie Thna BCB-2 n asyxpaspaansie tuna JIK.

B pafore HCIONB3YIOT CTEXHOMETPHYECKOE IJIaM$s BO3JyX — NpomnaH
HJH BO31yX — aueTujeH. Buicota HabmioxeHns (npocBeunBaemas 30-
Ha naaMeHn) cocrapaser 5—10 MM oT noBepxHocTH ropeaxu. I'panyu-
pPOBOYHBIH rpaHK JHHEeH 10 cojep:Kanus 15 MKr/MJa HHKeas.

[Tpu onpenenenun coiepxannii Hukens mexee 0,01 % B npucyrer-
Bunn B 1 ma 3 mr CaO, NasO, FeyO; KaxKa0ro nin B cymMMe YUHTBIBAIOT
HEeCceJeKTHBHBIE [1OMexH, NpHMeHsAs AeHTepHeBBIli KOPPeKTOp MJH H3-
Mepsisi IOTJVIOULEHHe Pe30HAHCHOH H 0JH3PacloJ0KEHHOI Hepe3oHaHc-
HOJ JIHHKIT H BBOAS COOTBETCTBYIOULYIO NMONPAaBKYy B NepBOe 3HAYeHHe.
ITpn stom ucnoabsyior aunun Ni 231,6 nan Co 238,3 nm.

ITpu paGore B miaMeHH BO3JAyX — alleTHJeH, HaBecke npo6u 0,1 1
i o6veme pacrBopa 100 ma BausHHE MOPOA006PA3YIOUINX H COMYTCT-
BYIOUIHX 3J€MEeHTOB He orMedeHo. OnTumaibHas HaBecka COCTaBJsieT
0,1—0,2 r. C yBeqiHYeHHeM HABECKH MOSIB/SIOTCH HECEJIEKTHBHbIE T110-
MexH. YBeiudyenue Hasecox a0 1,0 r HexenartenbHo. Ilpu wHenosibzo-
BAHHH TJIaMeHH BO3/1YX — IponaH — OyTaH HaBecka He J0JKHa Tpe.
poirate 0,1 r. (s crabuanzauun pexuMa ropeHHs NJIaMeHH BO3-
JAyX — MponaH NpHMEHSIOT TPexlle1eBYIO TOPe/Ky.)

Kueanornoers anaausupyemoro pacrsopa nopaepxusaior 0,5—1,0M
no HCL. B awanusupyeMblX W CTaHJapTHHIX PACTBOPAaxX COAepKaHHe
KHMCJIOTBI, a /JIsi BBICOKOCOJIEBBIX PAaCTBOPOB M CoJiel JL0JXKHO OBITb
0/IHHAKOBBIM.

Anaansupyemyio npody nepeBoisiT B PacTBOP B 3aBHCHMOCTH OT ee
cocraBa 00padoOTKOH cMecsiMH KHCJOT WJH CIJIaB/JAeHHeM CO LIeao4-
HBLIMH TIaBHAMM, KaK ONHcaHo B raare 9.

Peakrus. Cranpapruelii pactBop HHKead ¢ cogep:kanuem 1000 wmkr/ma s 0,5M
HCI. TNocnexosate bHEM pazbaBieHHeM 3TOr0 PACcTBOpPAa yKa3aHHO# KHCJAOTON FOTO-
BAT pacTBopbl, coftep:xaune 100, 10 u | Mxr/Ma Hukeas.

Onpenesieniie HHKeJAsi NPOM3BOAAT NO  AHAJHTHYECKOR JHHUM
232,0 uM aHaJorHYHO ompejedeHnI0 KoOGaabra (cM. pasnea 9.2.3). Oda
3JIEMEHTA MOryT GbITh ONpeje/eHbl 3 OHOI HABECKH, OJIHOTO PacTBopa.
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