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OT PEAKOJIJIETHH

VIHCTHTYT reOXHMHM M aHaJIUTH4ecKOH xumuu uM. B. M. Bepuan-
ckoro AH CCCP ocyutecrsisieT H3laHHe CcepuH MOHOrpaduii o aHajH-
THYECKOH XHMHH OTJAEMbHBIX 3/JeMeHTOB. 3Jra cepHs — «AHalIHTHYe-
CKasl XMMHS 3/1€MEeHTOB» — COCTABHT OKOJIO NaTHIecATH ToMoB. Ilo-
TpeGHOCTL B MOZOGHOrO poja H3JaHHH JaBHO Ha3spena. Bumecrec Tem
V HAac HAKOMMJCH OTPOMHBIH ONBIT MHOTOYMCJ/IeHHLIX J1ab0paTOpHH H
Tenepb CTal0 BO3MOMHLIM H HEOOXOLHUMBIM €r0 MOLLITOXKHTB. Takum
0o6pa3oM, BO3HHKJIO HACTOsIIiee H3JaHHe — cepHsl «AHanuTHYeCKas
XHMHS 3/JEMEHTOBY,— KOTOPOe OCYIeCTBAseTcsl BIepBble. AHANHTH-
yecKasi XMMHSI JIIOGOTO 3JIeMEHTa H ero Pas/HYHEIX COeIHHEHHH B Ha-
crosilliee BpeMsi NpejcCTaB/sercs YpesBbYAHHO pasHooOpasHO Kak
BCJIEICTBHE CJOXKHOCTH COBpeMeHHbIX O00beKTOB HCCIeNOBAHHMS H IIH-
pOTHl IHana3oHa KOHIEHTpauui, KoTopble GhlBaeT HeOGXOOHMO Ompe-
JeJHTb, TAK H BCJAEICTBHE Pa3HOOOpasHsi HCNO/b3YIOUIMXCS METOJOB.

B cBasu c stum mas monorpaduit Obun paspaboraH oOuwHi muan
KaK B CMbICJIe COJepiKaHHsi, TaK H TOCIeNOBATeNbHOCTH H3JIOKEHHS
MaTepHaja.

B monorpadusx conepxares ofliue cBefeHHS O CBOHCTBAX 3JeMEH-
TOB M HX COeNHHEHHH. 3aTeM paccMaTPHBAIOTCA XHMHYECKHEe PeakiuH,
SIBIAIOIHECS OCHOBAHHEM JJIsi aHAJUTHYECKHX MeTolOB. Merozsl
Kak (QH3HYeCKHe, TaK H (MH3UKO-XHMHYeCKHe H XHMHYECKHE H3J1araioT-
cA TPHMEHHTeTbHO A1 KOJHYECTBEHHOIO Ofpefe/eHHA RaHHOTO XH-
MHYeCKOTO 3JIeMeHTa, HauyHHas C aHaJH30B ChIPbH, Jajlee — THIHYHBLIX
HOJYTPOLYKTOB IPOU3BOACTBA M, HAKOHell, KOHEYHOH INPOLYKIHH —
MeTa/lJIOB HJIH CIJaBOB, OKHCeH, cojiell H JAPYTHX COeIHHEHHH H Mare-
puanoB. Kak npasuio, mpHBOAATCH NPHHUMIBL ONpele/eHUs H, TAe
3T0 HEOOXO0/HMO, JaeTcs TOYHOE OMHCAHHE BCEero NpoLiecca onpe/ie e Hus .
Heo6xoanMoe BHHMaHHe ylensercss GbLICTPHIM MeTonam auanu3sa. Ca-
MOCTOSATeIbHOE MECTO 3aHHMaeT H3JI0XKeHHe MeTONOB OnpeleseHus
TaK Ha3LIBAEMBIX 3JEMEHTOB-PHMeceil B UHCTRIX MarepHaljax.

O6paijaercss BHEMaHHe HA TOYHOCTh M YYBCTBHTEJNBHOCTH METOLOB
B CBA3H C OOmeH TeHJAeHIHEeH MOBLIIEHHA YyBCTBHTENbHOCTH MeTONOB
ONpejeIeHHs CIeNOB 3/eMeHTOB-puMmeceil. MoHorpaduu coxepxar
obHpryo GubaHorpaduio, NOBEIEHHYIO JO NOCAEIHHX JEeT; OHH pac-
CYHTaHBE HAa IIHPOKHH KPYyr XHMHKOB, B INIepBYI0 Oyepelb XHMHKOR-
AHAIHTHKOB HCCJ/IEJOBATeNbCKHX HMHCTHTYTOB M 3aBOACKHX JaGopaTo-
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PHH pa3/MYHBIX OTpac/ell X03fHCTBa, a TaKKe HA XHMHKOB-TIpernoja-
BaTeJied M CTY/[EHTOB XHMHYECKHX BBICIUMX YYeOHbIX 3aBeleHHIl.
K cocraBienuio MOHOrpadHH NpHUBJEUEHBl HALIH KPYIIHEHIIHEe ClenHa-
JIHCThI, HMEIOLIHEe ONBIT PaGoThl B 004aCTH aHATHTHYECKOH XHMHH TOro
HJIH HAOTO XHMHYECKOTO 3JIEMEHTa.

OrzeanHble TOMa CePHH AHANHTHYECKOH XHMHH 3J1eMeHTOB OyayT
BBIXOJHTb CaMOCTOSITEIbHO, 1O Mepe HX INOATOTOBKH. BmiuiH B cBer
MoHOrpauH, mocBAllEHHbIE TOPHIO, Ta/VIHIO, YPaHy, DYTeHHIO, MO-
aubpeny, Kaauio, 60py, UHPKOHHIO H raduuIO, KODaJlbTy, GEPH/IHIO,
HHKeJII0; TOTOBATCA K MeYaTH MOHOTpaduu MO aHANUTHYECKOH XUMHH
PEIKO3eMeJNbHBEIX 3JEMEHTOB H HTTDHSA; TeXHELHsl, NPOMETHs, acTaTH-
Ha U (paHUHs; HHOOHA M TaHTa/a; NPOTAKTHHHS, TalaHS.

Mgt obpamiaemcsi ¢ Ipoch0OH KO BCEM YHTATe/ISIM NPHCHLIATh CBOH
3aMeyaHHs H OT3BIBbl O MOHOTpadHsX.

NPEJHWCJIOBHE

AHanHTHYECKOH XMMHH HHKeJS IOCBALIEHH MHOTOYHCJAEHHbie pa-
6OTHI; BO MHOTHX H3 HHX PacCMaTpPHBAIOTCH BONPOCH B3aHMOLEHCTBHS
HHKeJfl C o-JHOKCHMaMH, BIepBhle BBeJICHHLIMH B NPAKTHKY aHa/HTH-
yeckoil xumuu JI. A. UyraessM. ITostoMy B MOHOrpaduH HIHPOKO OC-
BellleHbl METO/IbI C HCIIO/b30BaHHEM ol-THOKCHMOB K4AK pearenToB Ha HH-
KeJlb.

Kuura HanucaHa no oGlieMy IJIaHy CepHH MOHOrpaduii «AHaJHTH-
yecKass XHMHA ajeMeHTOB». M3-3a 0OH/IHA MaTepHasia aBTOPHI He CYH-
TaJH 1eNecooGpasHbIM NPHBOAHTH HCYepHbIBaloLyto 6ubaHorpahuio no
MeTofiaM ornpejieJieHHs] HHKels. B mepByio ouepelb HallIH OTPaKeHHE
o6o6n1ailHe 1 HTOroBble paboThl.

ABTOpH BHIpAKAIOT 6arcAapHOCTb CTapiieMy HAayYHOMY COTPYAHH-
Ky LleHTpaZbHOrO Hay4YHO-HCC/IEN0BATENbCKOTO HHCTHTYTa YepPHBIX Me-
tannos A. A. ®efopoBy 3a npenocrasienne HoBeX npoektoB [OCTa
[0 ONpeleeHHI0 HHKeJs B CTalfX, pa3pabOTaHHEIX B 3TOM HHCTHTYyTe
1m0Jl pPyKOBOACTBOM JAOKTOpa XuMH4eckux Hayk II. §1. SIkosseBa.

B. Mewxosa, B. Casocruna



T'arasa 1

XUMHUKO-AHAJIMTHYECKASl XAPAKTEPHCTUKA
HUKEJIA

B 1751 r. nukenb Gb1 OTKPBIT IIBEACKMM XHMHKOM KpoHmreaom.
B uncrom Buue uukesns noaydeH B 1804 r. Puxrep, Ilpycr, Tenap u
JIpyTHE XMMHKH J0Ka3a/li WHAMBHIYaJbHOCTb HHKens [9511].
HuKenb npuHagie)uT K 3jeMeHTaM BOCHLMOH TpyIIBEl NepHOAHYe-
ckoii cucremnl [I. M. Mengeseesa.
IopsankoBuiii HOMep HHKess paBeH 28. ATOMHBIH Bec HHKeJs MO yr-
JeponHoil mkane pasBen 58,71. IlpupoxHbie H HCKYCCTBEHHO MOJTydYeH-

Hbie H30TONB HHKeJAs YKasadHel B Taba. 1. M3soronHeM cocTaBoM
Tatauma 1
Haoronw nukens [1199]
ATOMHBIH Tun Ilepuop IpoucxoxaAenHe Copepianue
BEC H3AyuYeHHA noJypacmnaga H30TOIIA B "P“POAH‘?M
HUKeae, %
56 T 6,4 aHg HckycerBeHHOe —
a7 B* 36 uac. » —
58 — Crabunen EcTtecTBeHHOE 67,76
59 K, ner Bt |5.10% ner HckyceTBeHHOe —
60 — CraGuen EcrecTBennoe 26,16
61 b » » 1.25
62 — » » 3,66
63 B7 125 ner Hekycerpennoe -
64 b7 Boaeure 3.10% ger | EcrecrBenHoe 1,16
65 Bt 2,6 uaca HcexycerBeHnoe =
66 B 54,8 daca » ot

o0GBACHACTCH MEHBIIHI aTOMHBIH BeCc NpHPOAHOro nukenas [58, 71] mo
cpaBHeHHIO ¢ Kob6aabTom [9, 58, 332], uMetomum nopsakosbiii Homep 27.
AToM HuKens HMeeT CJIELVIOUIYIO 3J€KTPOHHYIO CTPYKTYPY:
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Paanyc uona Ni?* paen 0,78 A; womnmii notenmuan Z/R
paeen 2,6.

DneMenThl NEPBOrO MEPexXoAHOr0 MepHOAa MO BO3PACTAHHIO TPeTbe-
ro MOTEHIHala HOHH3alH pacnofaraiorest B caenyownit psg [233]:
Se, Ti, V, Fe, Co, Mn, Ni, Cu, Zn, Ca.

Tpyaunocts okucaennss nono Cu** u Ni** o6bsicusercs BHICOKHMH
3HAYEHHSIMH TpPeTbero NoTeHnHaaa HOHH3AIHH.

B GonpmnucTee coeaHHeHHH HHKeNIb MOJIOKHTEABHO JIBY XBaleHTeH,
HO H3BEeCTHbI IVIaBHBIM 06pa3oM KOMIIEKCHblE COeJHHeHHs, Tie HHKeJIb
HMeeT BaJieHTHOCTh +3 H +4.

ITo pacnpocTpaHeHHOCTH B NPHPOAE HHKeJb TNPEBOCXOAHT Melb
M HECKONbKO ycrynaer uunky. Kaapk s wukens 0,018%
(sec.) B semuoii kope comepxutca 2-1072% (sec.) HHKeas, B
aurochepe 8-1073%, mereoputax kamennbix 0,14% ¥ KesesHbIX
8,6% [299].

Ilpexnonaraercsi, uro siapo 3eman Ha 6—8% cOCTOMT H3 HHKes.
Hukeab conepxutcs B mereoputax. Cpeanee cojepxanHe HHKels B
pacrennsx cocrasaser 107® %.

[poMbisieHHOe 3HaueHHe HMEIT Cy/bduiHble, CHAHKATHbE HJH
OKHC/JIEHHBI® PYIbl HHKeJ.

Hukens — Metais cepeGpHCTO-6e/10r0 [BeTa C €/jBa 3aMETHbIM KO-
PHUHEBATHIM OTTEHKOM, OYeHb TATYUHH, KOBKHIi, JIeTKO MOJaeTcs npo-
KaTke, (heppOMarHHTeH, HO B MeHbluefi crenen, yeM ixeneso. Iliot-
HocTh HuKensi 8,85—8,9 2/cu®. Huxens Bicokoit uncrotsl (99,94%)
umeer 1. ma. 1455°C.

B 3/71eKTPOXHMHYECKOM PSAAY HanpsiKeHHsi HHKeJb HaXOAHTCA Npa-
Bee KoGasibTa: HOpMa/bHbI morenunan —0,250 6.

MertananyeckHii HHKeb MPH KOMHATHOH TeMIneparype B OTCYTCTBHE
BJIarH yc*roﬁtma K JefCTBHIO KHCJIOPOAA H TalOHJI0B; IPH HArpeBaHHH
no 500° C cnerka OKHGJISieTCA Ha BO3ZyXe M pasJjaraer BOAY, BbIIENAS
sogopos. TlopomkooOpasubiii HHKeNb, NMONYYEHHbIH AHCTHIALHEH H3
aMaJbraM WJM SJeKTpoausoMm, caaGo nupodopen. Hukeab — Mano-
aKTHBHBII MeTaJ1; PH KOMHATHON TeMmneparype BOJa Ha Hero He Jefi-
ctByerT. B pasGapienmuix MuHepaibnux kucaorax (HCI, H,ySO,)
pacTBOpsieTcs MeJJIeHHO, Jerde PacTBOPHM B a30THOH Kucjiore. KoH-
LIeHTPHPOBAHHAs a30THAsl KHCJIOTA NacCHBHPYET MeTa/ll, KaK HiKeJeso.
Illenoun, cofia, motam B BOAHBIX PAacTBOpax H B pacijiaBax He AeHCT-
BYIOT Ha, HHKeJb.

Huxkens BXOAMT B COCTaB PasHOOOpPA3sHBIX CIIJIABOB C XKeJe30M, a
TaKKe Melbi0, aJIOMHHHEM H MHOTMMH JPYTHMH 3JIeMEHTaMH.

MertananueckHii HHKelb B MeJKOpPa3JpOGJeHHOM COCTOSIHHH MpH
NOBLILIEHHH TEMNepPaTyphl NMOTJIOaeT BOXOPOA, MPHMEHSeTcA KaK Ka-
TaJH3aTOp NpPH FMAPHPOBAHHH OpraHHYecKHX coelnnenuii. [las HHKe-
A5 ycranoBaeHo cymecrsosanue ruapuna NiH [296]. Hssecrnnl Takke
ruapunst NiH,, NiH,.

Hukenp cnocoGen B3anMOZefiCTBOBATh ¢ OKHCBIO Yriepoja, o0pasys
KapOOHH/IBL.
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Ins HuKens, Kak M ANS APYTHX JABYX3apsAAHBIX HOHOB, KOOPAHHA-
HHOHHOE YHCJIO rHApaTauuH pasuo wectd [210, 823]. ITepsas Koncran-
Ta THAPOJIH3A MHAPATHPOBAHHOTO HOHA HHKEJIS B COOTBETCTBHH C ypaB-
HeHHeM

Ni (H0)g* 4+ HsO 2 Ni (H:0);0H* 4+ H40%,

Hadnennas merogom pH-turposanmusi mutpara Hukens B 1072 M pac-
TBOpe XJsiopaTa HaHM cyabpara Kaaus (npu 25° C), pasHa pK =
= 10, 92 [4001*. B apyroii paGore naercs suavenne pK’ = 10,64 [701].

CneKkTpoOTOMETPHYECKHM METOOM YCTAHOB/JEHO, YTO THAPATH-
POBaHHBI HOH HHKeJsl CONEPIKHT LIECTh MOJIEKYJ BOAbI; o6UIasi KOH-

CTaHTa MPHCOELHHEHHS !g—ﬁﬂi:-0,0Q [813].

OKHCAB H THIPOOKHCH HHKEJTS

M3BecTHO HeckoabKO okHCI0B HuKkeas [496]. Oxucw nukens (II),
NiO — nopowok cBeT/Ioro 3e/1€HOBATO-}KENTOTO [IBETa, PACTBOPHMBIM
B a30THOH KHCJIOTE NpPH HarpeBaHWH H B pacTBOope ammuaka. Ilocae
NPOKANHBAHHS NPH BLICOKOH Temneparype okuch NiO me pacrsopser-
csl B LleJodYax (aMMHaKe) H MHHEpaibHbIX KHcaoTax. OKHCh HHKeAs
NiO yaosiaersopsier TpeGoBanusiM K BecoBbiM ¢opmam. [lonyuaercs,
HanpHMep, NMpH NPOKAJHBAHHH AHMETHIINIHOKCHMATA HHKEJs.

Oxuce nukens (I11) n saxuce-okues mukeas (II u I11), NiO, —
NOPOIIKOOOpasHbie BellleCTBAa TEMHO-CEPOTO H 4epHO-KOPHYHEBOTO I[Be-
Ta (COOTBETCTBEHHO); PAaCTBOPSIOTCS B CEPHOIl M A30THOH KHCJOTAX C
BLUIE/IEHHEM KHCJIOPOZa M B COJAHON KHCJIOTe C BBIAEJCHHEM XJ0pa.

Hsyokucs nukens NiO, — amoppHoe BelecTBO YepHOro MBera.
310 HaUMEeHee MPOYHOE KHCJIOPOAHOE cOeluHeHHe HHKeas. C Tpyrom
pacTBOpsieTCs B MHHEPAIbHbIX KHCIOTAX, BRAGTAA KHCIOPOA HAH XJ0p.

Hon nukens o6pasyer ¢ ruApOKCH/I-HOHOM B 3aBHCHMOCTH OT YCJIO-
Buii [496] psx coenuuennii pasIHYHOrO COCTaBa, NPOABIAR CK/JIOHHOCTD
K 06pa3oBaHHIO OCHOBHHIX coaeit [52a, 501].

Funpookuch mukens (1), Ni(OH), — nopowmok cBerio-3eseHOro
usera, npu remneparype 230° C ona pasnaraercsi na NiO u H,0. Pa-
crBopuMa B Kucaorax ¥ NH,OH. Jlas npoussesenust pacTBOpHMOCTH
Ni(OH), umeiorca npoTuBopeunBhie Aanubie (Taba. 2).

[nnpookuch uukens (II) B npHcyTCTBHH CHABHBIX OKHCJAHTesdeft
(Cly, Bry) B menounoii cpese nepexogut B ruapookucs uukens (I11),
Ni(OH)s.

Wssectnst ruapooknen uukeast (III) mmoro cocraea, manpumep,
Ni,O, (OH), [496]. I'napooknck uukesi (111) noayuena B ABy X MOZHbH-
Kanusx: 1) B-monndukanus He HMeeT SIBHO KPHCTAJJIHYeCKOll CTPYK-

! B nansnefimem 6yayT ynoTpeGasThes cheayicmue cGo3Eauenns: i
B — o6mas xoucranta ycToRYMBCCTH AaA peakunu Nitt 4 nA-m 7 NiA’ﬁ' :

K, — cTynenuaras KomctanTa ycrofiumpoctn NiA2 (P17 4 A-m—sNjA2-mn.
n Ty 5 n-1 n
S — pacTBOPHMOCTB COEJHHEHHS,



TYPhI, TIPH CTOSIHHH Ha BO3AyXe mepexonut B coenuHenue NigOy(OH),;
2) Y-MOAH(PHKAUHA HMEET KPHCTaJJIHYeCKYI0 CTPYKTYPY (LIeCTHyrosib-
HHKH WM naacTHHKH). O6Ga coenunenns pactsopumsl B H,SO, ¢ Bhize-
JIeHHeM KHCJI0pOja; npH HarpeBanuu 10 138—140° C pasnarawores.

Coennnenne nukens (II, I11), NizO, (OH), Brinensiercs B BHIe MeJ-
KHX YEpHLIX KPHCTa/JIOB TI'eKCarOHaJbHOH CHCTeMbl; NPH HarpeBaHHH
1o 140° C ono nepexoaur B NiO, Bbiensisi BoAYy H KHCAOPOS.

Tab6anna 2

Ipoussenenne pactsopumocru Ni(OH).
Teunegé-rypa, pr Jlureparypa 'I'eMnﬁ](::a'rypa, PLP Jlutepatypa
17 18,06 [501] 25 ' 18,06 [219a]
18 14,87 [3] 25 17,19 [700]
20 15,0 [581] | 25 15,5 [1119]
25 15,81 [598] 28—30 16,0 [795]
25 14,5 [1009] 5 16,2 [93]
25 15,21 [993]

I'napookncH mukens moayuwaiores KocBenHeM nyrtem: Ni(OH), —
JeicTBHEM pas0aBJieHHBIX PacTBOPOB IIEOUYel HAa CONH HHKeas (o6Ja-
AaeT OCHOBHBIMH CBOiCTBaMH); ruapookucu nukens (III) u (II, I11)
06pasyioTcst NpH AeHCTBHH OKHCIHTesleH B uienounoil cpefe. Ni(OH),
MOXKeT ObiTh BbiJleJIeHa TaKKe JeHCTBHEM NMEpPeKHCH BOAOPOAA B C1abo-
YKCYCHOKHCJIOH cpefie Ha coau Hukeasi. IMocaennnit cnoco6 yacto npu-
MeHAeTCd B KauyeCTBEHHOM aHajH3e A OGHADYXKEHHS H OTAeIeHHS
HHKeJs.

Uyraes u Xnonun [362] coobiialor o nonyyeHn ruIpoOKHCH HiKe-
asa (I) NiOH.

Jl1st KOMNJIEKCHBIX COeHHEHHH HHKe/s, B KOTOPHIX JHTAHAOM SIB-
asiercst OH™, onpenenens riaBubiM o6pasom suauenns K, (ra6i. 3).
Psin aBropos [549, 701, 873] paccunrann KOHCTAaHTbI PaBHOBECHS THI-
poJiH3a HOHA HHKeJs.

Ta6awpa 3

YcroiiuuBOCTE KOMMIEKCHOrO coepuHenns Hukeas [NiOH]*
C THAPOKCHJA-HOHOM

TEMITCO%:HT)'P"- lg K, Ig B Jluteparypa
20 } 4,70 i [
25 42 12,96 [590]
25 5,0 Rl [1119]
100 )
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Cynpdpunas HHKeasd

Meron oTneneHHs HHKenss B BHIAe CYJb(HAA HIHPOKO HCMOMB3YeT-
¢ B XHMHUecKOM aHanuse. MaBectHnl Tpu MoamdHKauuu cyabqiuja
uukens NiS (a, p u y) [223], umelompe pasnnunyio pactBopHMoOCTb B
BOIHbIX pacTBOpax H Kucaorax [604]. Cynabdua HHKeJs [0 BHeLIHeMY
BHJY, Oylyud BBIAENEHHBIM H BBICYIICHHLIM, HE3aBHCHMO OT MOAH(H-
KallHH NpeicTaBiaseT uyepHel nopomok. NiS, BO BIaKHOM COCTOSHHH
Ha Bosnyxe nepexoaut B NiOHS. B ra6n. 4 npusenenst sunauenns pL,
H CBeJIeHHS] O PAacTBOPHMOCTH B KHCJOTaX.

Ta6anma 4
CrojicTBa cyaAbHIOB HUKeIH
g ol R s o . o B PR R
NiS, £ 20,5 | [1183] |1—2 N HCI Ha xoaoay [6]
25 20:5 [219a]
1825 20,5 [1085]
25 18,5 [46]
NiSﬂ — 26,0 [1183] [6 N HCI - H.0. [6]
18=95 [\ 26.0 [1085]
25 24,0 [46]
NiS, — A7.71 [1183] |2 N HCI -} H,0. [461
18 23,85 [1085] |2 N HCI 4 KClOg
18 24,16 [461 [CHsCO30H + HaOs {172 43591
18—25 27,9 [642] | HNOg xoum. npu narpe- | [6, 46]
BaHHH
20 29,96 [513] |Cmecs HNO3 u HCl
25 2007 [1091]
[984]

Cyanpun NiS, serko ofpasyer KOMIOHAHBIC DPAacTBOPH (30J),
B (hOpMe KOTOPBIX IPOXOJUT Yepe3 GHILTP; 3TO COEAHHEHHE TPYIHO KOa-
TyJHpPYeT.

Huxkens B Buje cynbduaa 4acTo 0TAAI0T (0GHIYHO COBMECTHO C KO-
6anbTOM) OT APYTHX 3J€MENTOB, [I03TOMY B&XKHO COGMIONATH YCJOBHSA
1 06pasoBaHHA JerKOOT(MHIBTPOBLIBaeMOro ocanka NiS,.

Hast nosmyuenus Taxoro ocanka [46] x noxorperomy meiitpansuomy pacTBOpy, co-
JepxalieMy HHKelb M APYyrHe KaTHOHH MEPBEIX TPeX aHANHTHUECKHX Tpynn, A0Gan-
a0t /30 o6vema 25%-noro pacreopa NH4OH n macemaior cepoBojoposom. [ocae
Xpanenns Okono 20—25 MuH. OCaiok OTQHIBTPORHIBAIOT, NPOMBIBAIOT €r0 TOpsue
BOJOH, K KOTOpOii AloGasaena cvech (NHa)2S 1 NHaCl, u zarem 2N HCI.



Ocax/eHHeM CBEeKeNnpHIOTOBJAEHHEIM PAcTBOPOM CyJb(HAia amMmo-
HHA (He coaepiKallliM Kap6oHAaTa aMMOHHA) TaKxKe IONYYaloT Cyab(ui
HHKeJIsi XOPOLIero KayecTBa.

Cyabduabl HHKeNs M KobanbTa B KPHCTANHYECKOM COCTOSHHH M0~
.?yqa]mcsl Npu JAEHCTBHH CEPOBONOPOJA B MPHCYTCTBHH NHPHAHHA

234].

Mozep u Beep [984] meromom pentrenoBCKOro aHanusa ue o6Ha-
pYXKuIH o -, B- H y-hopM, OCaOK cyJib(pH1a HHKeNS NPH CTapeHHH npe-
Bpautaercsi B Nij_y S ¢ pacTylUHM YHCIOM X.

[Monyueno coenunenne NiS, B hopme KpPHCTAIIHYECKOro MOpoOLIKa
CepoBaTO-4YepHOTO LIBeTa; H3BECTeH NPHPOJHbIA MOMHCYIbQUA HHKed,
NisS, seneHoBaTO-4e€pHOro LBETa.

CyJabduasl KoGanbra aHaJorHuHbl cyibguaam nukens. pL,CoSy
paBno 22,5; pL,CoSg pasno 26,7.

KoMniMeKCcHBEe COAH HUKeENS
C HeOpPraHHYeCKHMH JHTaHAaMH

Huxkenb B GObIIHHCTBE COeAMHEHHH AByXBasenTeH. Hmelorcs kom-
MJIeKCHBIE COeNHHEeHHs, B KOTOPHIX OH OJHOBAaJeHTeH, a TaKXKe IposB-
JISeT BaJIeHTHOCTh Bhille AByX. CoelnneHue ¢ (GpOpMAJbHO HYJEBOH Ba-
nentHoctbio K, [Ni(CN),] obpasyercss npu AelicTBHH METaILTHIECKOTO
HHKeJd Ha pacTBop Kz[Ni(CN)Jr B xuaKkoM amMuake. IlonmyueHo coe-
aunenne onHopanentHoro Hukenss K,INi(CN)sl [453, 1024]. Uyraes
¥ Xaonuu [362] ommcannm kpucraanuyeckoe coeannenve nukenas (I)
(HOMeTOBOTO [1BeTa NpeanofaraemMoi GopmyJibl

SOsNi

H—N / A H.H-;O.
i }
SOaNl

Ilpu no6aprenny K HeMmy Liejioud mnoaydaercss ruapookucs NiOH
cumero uBera. Y3Becthm Takke coeamnenns  wukeas  (I):
Ks [Ni(NO), (S,05)], K, INi(CN),NOI, Ni(NO)CI, Ni(NO)Br, Ni(NO)J.

CyabaT Hukeas obpasyer psii  KpHcraaioruaparos: NiSO,-
.7TH,0, NiSO,-6H,0, NiSO,-4H,0 [138]. B raGn. 5 npuseneHsl

- Ta6anuma 5

YeTo4MBOCTh COEJIHHEHHS HUKeasi ¢ cyabar-HOHAMH

TeMneE(a:rypa, Meroji onpegeacHus Ig Ku Jlurepatypa
0 Kpuockonus 2,06 [497] \
0 » 2,34 [832]
25 Konaykromerpua 2,40 [679]

10



3HaYeHHA KOHCTAHT YCTOMYHBOCTH ISl COeMHEHHS HHKeJA C CyJbat-
HOHAMH.

Jpoituste conn MelSO,-NiSO,-6H,0, raie Me = NH{', ncnonsay-
10TCH B TlajbBaHHYEeCKHX BaHHAX IS HUKEJHDOBaHHs.

HuTpaT HHKeAsl B 3aBHCHMOCTH OT TeMmepatyphl 06pasyeT HEeCKOAb- -
KO rurpockonuunbix Kpucramtoruaparos: Ni(NO,),-9H,0, Ni(NOy),-
-6H,0, Ni(NO,),-3H,0.

Tanorenuan HuKeasi. Hukenar o6pasyer cojii co BCeMH raloreHamH:
NiF,.3H,0, NiCl,-6H,0, NiCl,-2H,0, NiBr,-6H,0, Nil,-6H,0

Ta6aunga 6

YCTOAYHBOCTE TAJOTEHHLOB HUKEAs
Juranz Ij::em_ Meron onpenenenns | 1€ Ky | 1g Ko | 12 8:4] g B H:;T)%a.
B 20 [MoTenmHOMETpHs 0,66 ol e [402]
Cl? 23 [Toasporpadus 0,56 | 0,90 — [845]
Br- 18 CnextpodotoMeTpusl| — L, 3,27 | 8,11 [799]

1138]. Hassecrust asoiinble comn KF-NiF;-H,0O u komnaexchbie coe-
nunenna Ky[NilFgl, KgINi'VF,] [847, 1080]. B ta6n. 6 npuBenensi
JlaHHBIe MO YCTOHYHBOCTH TaJOreHHJI0B HUKENA. ;

dochatel u nupodochaTel HuKeas. Pocdar-noHb 06pasyior ¢ co-
JIIMH HHKeJs aMOp(HBIH ocafok AGIOYHO-3€JeHOro LBera nepeMeH-
HOTO cOCTaBa; 0CaOK PacTBOPHM B MHHEpaJibHbIX KHCJOTaX, a TaKmke
B ykcycHoit kucaore u NH,OH. Hspectnn opropochar nukens
Nig(PO,),-8H,0, ammonuii-uukeaspoedar NH,NiPO,-2H,0, narpmii-
rpunnkenspocdar NagNiPyOqo- 12H,0, aumonnii-nukenbiumeragpocdar

Ta6auma 7
¥Ycrofiunsocts hocdaros HuKeas
T . Koncranra
Jluraup, T;::?%‘E Metoa OnpeaeneRAR Y“"‘;E“E"““ Jlareparypa

Tpumeradocdar 25 DneKTpONnpPOBOJIHOCTh 322 [811]
Terpameradocdar 25 KOoHlyKTOMeTPUR 4,95 [811]
» 30 [MoTteHmAOMETPHA 2,63* [392]

Terpameradocdarsi
NiPOrst" g » 2,63 (716]
Ni (PgOr2)8™ i S » 3,20 [716]

. E'. =
g B 1,48

11



(NH,)Ni(P;O) - 4H,0. Jlannbie no yCTOHYHBOCTH HEKOTOPBIX COELH-
HeHHil HMKeJIsl mpHBeJeHbl B Taba. 7.

Huxkenp ¢ nupodocdar-noHom obpasyer CpelHIOi0 COJb MPH B3aH-
MOJIEfiCTBHH CTeXHOMETPHYECKHX KOJHYeCTB HHTPaTa HHKels H NHpPO-

ata matpusi. Ocanok, suicymennbii npn 110° C, nmeer cocras

Ni,P,0,-5 /; H,O [390] (pL, = 12,77 mpn ¢ = 25° C). PacrBopu-
MocTh mHpodocdaTa HHKeNs 3HAUHTENbHO YBETHYHBAETCH B MPHCYT-
ctBuH nupodocdara HaTPHS, UTO CBSI3AHO C 00PasOBaHHEM KOMIVIEKC-
HbIX coeguHeHH# (Taba. 8).

TaGauma 8

VerofiuuBoCTE KOMIAEKCHBX Nupodiocdatos HuKens
(JTuraug P04, £ = 25° C)

onpjglf;ggum Ig% lg B lg B Jlureparypa

PacTBOpHMOCTD LA 5,8240,15 | 7,1940,30 | [390, 391]
KasiopumeTpus 1,60 — — [391]
PacTBOpHMOCTH 1,48 L e [62]
» — 6,96 — [151]

Ilanup HuKeas obpasyercss B BHJe amopdHOro ocaaka sfGI0YHO-
3eJIeHOTO 1[BeTa NpH 100aBJeHHH LHAaHHJA KaJlusi K PacTBOPY COMH
nukeas. B H36hiTKe LHaHMJa Kalids OCa/l0K pacTBopsercsi ¢ o6paso-
BanueM Kommtekcroro coequnennst [Ni(CN),*~, okpauieHHOT0 B KeJaThIiH
user. [Ipn panbneiimen no6asrennn KCN user pacTBopa CTaHOBUTCA
CHauajla OpamwKeBHIM, a 3aTeM KPacHBIM, 4TO CBSI3aHO C 06pasoBaHHeM
coenunennst [Ni(CN)gl*", ycrofiunoro JHmb npH GOJBIIOM H3GHITKe
CN-. HUsBectHO ABYXbsilepHOE KOMILJIEKCHOE COelHHEHHe, B KOTOpOM
HHKeJb HMeeT (opmaibHO Bastentnocts 1 [1080]:

CN
T
Ks| (CN)2 Ni ;’Ni (CN):
\CN
Ponauup Hukeas [1080] serko pactsoprM B Boje ¢ 00pasoBaHH-
eM pacTBOpPOB 3ejieHOro IBera. M3BecTHBI KPHCTaJJIOTHAPATHI
Na, [Ni(SCN),1-8H,0 (cserno-senenoro usera) u K,INi(SCN),}-4H,0

(romyGoBatoro usera). B TaGn. 9 npusenens! AanHbie 06 YCTORYHBOCTH
HHAHHAHLIX H POAAHHAHBIX KOMILIEKCOB HHKeJS.

12



TaGauna 9

YCToRYMBOCTL H NMPOM3BEAEHHE DACTBOPHMOCTH LHAHHEOB H POXAHMAOB HHKEAS

au- | parypa L, |18 Ku | 1g Ka | Ig Ks | 1g By | “Mixeps-
Sk Poé 1| Merton onpegemenus PL, |18 K1 | 1g Ko | 1g Ky | 1g By Typa
CN- 25 — 8,7 ~ S — et [773]
Pacnpenenenue 20520 = oy PRI [1187]
25 | lMoTenuuomerpun i e o — ] 13,75| [936]
25 » N S SR VR LT
12,0
— | Moasporpadus AEE s i — | 15,46] [1109]
25 |Ilpupoct 3uTanbnum | -— e P Lol () [888]
SCN- 20 | Conekrpodoromerpust 1,18 | 0,56 | 0,17 | 1,81 [691)
H MeTOJd MHOHHOro
oGMena

[IpumMeuanue. MeTofoM CHEKTPOPOTOMETPHH [79%5 onpeje/ieHbl A KOMI-
JiexcoB HuKenst ¢ SCN™ 1g B, == 3,27 u Ig (Ks3-Kq) = 4,88,

KoMnaekcHble coefHHEHHA ¢ aMMHAaKOM
H CHAPA3HHOM

Hukenb ¢ ammmakoMm 00pasyer ps KOMIVIEKCHBIX COGIHHEHHH C
MaKCHMa/bHBIM KOOPAHHALHOHHBLIM uHcI0M 6. BojiHbie pacTBOphI 3THX
CoellHHeHHI OKpalleHbl B roayGoii 1BeT, 3nayenne & * pasmuo 4,88, npu
Myaxe = S5T0 MMK; A5 aMMHMAaKaTa HHKeIs B DAacTBOpe HHTpaTa aM-
MOHHs € paBen 4,79 npu Toii ke Aaune Boiiusl. Ha puc. | npusenenst

TaGauna 10
YCTOHYHBOCTE AMMHAKATOR HHKEs

L o Merog Jlure-

p:a?é Cpeaa onpeaeaeHun [g Bl lg B‘Z lg B‘ lg B‘ tg Bs lg B‘ parypa

93 2N Horertgmo- [ (1 '8 46 | - 1 082k Tt |8 e [ 1A Ta)
NHyNO, MeTpHs

25 01 N PactBopu- | 2,80 | 4,86 | 6,52 | 7,82 | 9,10| — |[593]
NH¢NOg MOCTb

25 | He Kontpo- — vt — __ — — (9,13 | [526]

JIHPOBaJIach

30 To xe — i — = — — 18,81 [526]

30 |2 N NH4NOy| Ilorenuno- | 2,80 | 5,04 | 6,77 | 7,96 | 8,71 8,74 | [472]
METpHsA

* & — moaApHst Kos(HIHENT NOTAEHHS,
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1
500 600 700 A, mmr

Puc. 1. CpeTonorfiomenne aMMHH-HOHOB HHKeNIs B 2N
pacTeope HHTpaTa amMMOHHA npu 23° C

Lindpel COOTBETCTBYIOT WHCAY MOJEKYN AMMIAKA B KOMIJeKcax

CIIEKTPEI IOTVIOLIeHHS B KOOPAHHATAX € — A PACTBOPOB KOMIIEKCHBIX CO-
€AHHEHHH pasaHuHoro cocrasa. B ra6a. 10 npusoastes LaHKble, XapaK-
TepA3YIOLHe YCTOHUHBOCTE aMMUAKATOB HHKEJs.
B npakTHke XxMMHYeCKOro aHa/H3a yacTo HCIIOJIL3YI0T 06PasoBanue
aMMHaKaToB HuUKens [56].
Ta6aunga 11

YCroiuuBoCTh KOMIIEKCHBIX COBIHHEHMI HHKeast C THAPAIUHOM
[392, 1128]

({=20°C, uw=0,5; meron onpeseseHus — pH-tuTpoBanue)

g B lg Ba Ig Bs lg Bs

lg Bs ’ 1g Bs

511,99

2,76 ' 5,20

7,35 l 9,20 10,75
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HaBecTeH psill KOMIVIEKCHBIX COeIHHEHHH HUKeAs C THIPasHHOM.
XapakTepHCTHKa HX YCTOHYHBOCTH mTpHBemena B Ta6a. 11. MakcH-
Ma/ibHOe KOOPJHHAUHOHHOE YMC/IO HHKeNs B THX COeIHHEHHSIX, KaK
H B Clyyae aMMHaKaToB, paBHO 6.

KomMnaegcuue COeElHHEeHHA C¢C OKCHMaMHu

Coenunennn ¢ x-guoKcumamu. Haubosee pacnpocTpaHeHHBIMH pea-
FEHTAMH Ui OGHApPYKeHHs U OTpele/IeHHs] HHKeJs SIBJASIOTCH o - THOK-
CHMBI, BepBble CHHTe3HpOBaHHHe B. Maiiepom B 1882 r. [952].

B nacrosmee BpeMsi NpHMEHSIOTCS CHAeAVIOUIHE ol-AHOKCHMBI:

o N
CHy—~C—C—CH, } e i
ILi ~N g e S
HON NOH HON NOH
JHMeTHAAHOKCHM -5 eH3HIZHOKCHM
H SI
|/\=§ /\‘:
=N [ =N
\) 0 (ot (0]
H H
Anokcum 1,2-uukaorekcangnona OnokcuM 1,2-uukaorenTanguona
(HHOKCHM) (renToKCcHM)
L]
% Hon nou ©

a-PypHARHOKCHM

Hauano npakTHueckoMy npHMeHeHHIO a-IHOKCHMOB B XHMHYECKOM
ananuse nonoxun JI. A. Uyraes [354, 357—359, 3651, ycranosusmmii
CIHOCOGHOCTD Gi-THOKCHMOB B3aHMOLEHCTBOBATH ¢ Homamu Ni*t u He-
KOTOPHIX IPYTHX 3JIEMEHTOB C 00Pa3OBAHHEM YCTOHUHBLIX BHYTPHKOM-
TVIEKCHBIX COGAMHEHHH. YyraeB BbICKA3as PHA BAMKHLIX TEOPETHUECKHX
nonoxenuii. On rosopur: «He T0JbKO BOSHHKHOBeHHE UHKIA npu o6-
Pa30B2HHH KOMIJIEKCHBIX COEAMHEHUH OKa3biBaeT 3aMeTHOe BJHSHHE
Ha NpOYHOCTD 3THX NOC/EJHHX, HO H CaMBIii XapaKkTep UHKIA ABAAETCSH
CYHIECTB@HHBIM YCJIOBHEM 00pa3soBaHHsi KOMIJIEKCHOH YaCTHIBI.

YCTanoB/IeHO BAHANKE NPHPOAH PANHKANA Ha TaKWe BaHbie CBOfi-
CTBa IHOKCHMATOB HHKeJIsl, KAK HX DACTBOPHMOCTb B BOJE H HEBOAHBIX
OpraHHYeCKHX DaCTBOPHTENSX, YTO HMEeT GO/bINOe 3HAYeHHe A5 rpa-
BHMETPHUECKHX H (POTOMETPHUECKHX METOJOB ONpeleieHHs HHKes
B NPUCYTCTBHH APYTHX 3JeMeHTOB.

o -JIHOKCHMEI CyLIeCTBYIOT B TPEX H3OMEPHBIX BOpMAX:

R—]C—-C—R R—C——C—R R—C——7—-C—R

I [ [ Il Il

HO—N N—OH HON HON NOH HON
(AnTtn) (Amdbu) (Cun)
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BHYTPHKOMIIEKCHbIE CORJHHEHHS C HHKENeM H APYTHMH MeTanna-
mu (Pd, Co, Fe, Cu) ofpasyer anru-popma [352, 359, 530, 550, 948,
949, 1033, 1034, 1045, 1050, 1051, 1124]. '

Yyraes [356, 359] bickasan npeinoioxenne, 410 OKCHMHBIE MPYTIBL
MOTYT HaXOIHTbC B TayTOMepHHIX (opMmax:

—C— a0
l l
N—OH O — NH
Okcumuan popma AMunookcuMHasa dopma

Heoxnokparno obcysnanack BO3MOXKHOCTB oGpasoBanus cssisn NH
B MOJIeKyJie OKcuMa. B Hactosiuiee BpeMsi cunTaercs, 4To npH o6paso-
BaHHH KOMILIEKCHOTO COeIHHEHHS! HHKeb H APYTHe METAJIbl 3aMellaloT
aToM Bozopoaa B rpynne NH.

[Mokasana  BosmoxHocTh  [492, 493] cywectBoBanus ray-
TOMepHBIX (opM OKcHMOB. B Gonee mnosaweii paGore Bpsau u
Muspc [494] wa npumepe 00pasoBaHMSL COeIHHEHHS HHKEIS C
0-MOHOMETHJIOBLIM 3(HPOM o-GeH3HJIJHOKCHMA, aHAIOMHYHOTO MO CTPYK-
Type ¢ COOTBETCTBYIOIHM 0l-JHOKCHMATOM HHKeJsl, IOATBEPKAAIOT, 4TO
B obpasyioliemMcsi KOMIJIEKCHOM COeJHHEHHH HHKelb 3aMelllaeT aToM
BOJOpO/la aMHHOOKCHMHOH cdopMul. [JoKazaHo, 4TO AHOKCHMATH HHKeNs
UMeIoT NATHYIeHHble uMKab [1033, 10341 (em. crp. 17).

CrpoeHHe JHOKCHMATOB HHKeNsl MOATBepxAeHO Tuao H Ppuapuxom
[1224]. Yyraes [358] n nosauee Ideiidpep [1034, 1035] nokasanu, uto
O/1Ha OKCHMHAsl TpyIna MoxeT ObiTh 3aMellleHa Ha HMHHO- H MeTH/IHMH-
HO-Tpynny B o-JHOKCHMATaxX, H CTPOeHHe MOJYYalOLHXCA COeIHHEHHH
HHKeJIf1 OCTaeTcss aHaJOTHYHBIM o-JHOKCHMATaM.

B psane pabor Qaiirns [645], KyasGepra [179, 1801, Bosuecen-
ckoro [64], Kopenmana [156—158] rpynnuposka aToMOB nomyumia
HauMeHOBaHHe (PYHKIHOHANbHO-aHAJHTHUECKOH H/JIH XapaKTepHOMH 1/
HUKeJIS:

Y o P O

Il
HOIH NOH

Ll
IyGekuit [607—609] nokasamn cnocoGHOCTb HUKENst AaBATH BHYTPHKOM-
IUVIEKCHbIE COeMHEHHS aHaJOTHYHOrO CTPOEHHS C peareHTaMH, HMelo-

R—N NOH
HaBecTHbl coefHHEHHS HHKeNs C AHOKCHMaMH |,2-LHK/IOTeKcaH-

IHOHa, AHOKcHMa GensodeHOHa H o-GeH3HITHOKCHMA:

| \=NOH |/\=N01--[ lf\ﬂ ‘( \l

Yo et NG I T

HON NOH

) @) ()]

Jlnokcum Gensoenona (2) naer coseoGpasHbie COeHHEHHA; B Clyyae
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o-OeH3HAAHOKCHMA (3), MMEIOero OKCHMHbIE TPYNNLI ¥ aTOMOB yrie-
poaa, He BXOASAUMX B apOMaTHYECKOe $APO, BOCCTAHAB/IHBAETCS peak-
UHOHHASA €noco6HOCTL K 06pas’oBaHHIO BHYTPHKOMILIEKCHBIX COEIH-
peHHil, TAKHX Ke KakK ¢ gHoKcuMoM 1,2-mukaorekcanauona (1) [644].

Buyrpukomniexkcubie coepunennss Ni(HD), xopowo skerparu-
pYIOTCA OpraHHYeCKMMH pacTBOpHTeasiMH'. KOOpAHHALHOHHOE HHCIO
HUKEJS B 3THX COeJHHEHHAX paBHO 4.

JlHOKCHMATHl HHKeJAs BbIAEASAIOTCA (B 3aBHCHMOCTH OT MPHPOAbI
B3ATOr0 o-JHOKCHMA) B C/1aGOKHCIO0H, HefiTpasbHON MM caafoiesnoy-
HOIl cpenax.

o -JIHOKCHMBI, SIBJSAACH JABYXOCHOBHBIMH KHCJIOTAMH, pearupyior c
HOHAMH HHKeJIsi H JAPYrHX MEeTal10B KaK OJHOOCHOBHbLIE KHCJOThHI, XO-
TA 00e KOHCTAHTHEI AMCCOLHALHH o-AHOKCHMA o4eHb Gausku. Coeune-
HUS HHKeJs ¢ o-AHOKCHMAaMH, HMEWIHMH pasjiyHble pajnKkalbi, co-
XpaHfloT OJHO H TO e CTPOeHHe '

e s
I |
—~N- N«O
frl N
S _ Ni
&uo i e |
S OesN: 2N
N I
R —R

ATOM BOZOpOAA BTOPOi FHAPOKCHJIBLHOMN TPyNmbl, KaK nokasain Bps-
au [494], urpaer oueHb GOAbLIYIO POJb B 0GPa30BaHHH KOMIIEKCHOTO
COeIMHEHHs, 1aBafd BHYTPHMOJEKYJIAPHYIO BOAOPOAHYIO CBS3b.

TlpuBenennas crpykrypras Gopmyna B HACTOsAlee BPeMA CUHTAET-
ca obwenpunsitoii [80, 314, 1203]. Bropast rHApoKcHJIbHaf Tpymna
He PeakIHOHHOCIIOCOOHA B KOMIIEKCHBIX CO@JHHEHHAX IHOKCHMAaToB
uikens. Eme Yyraes HeoLHOKPATHO NOJYEPKHBAJ, YTO COEAHHEHHe
HHKE/ISl € AHMETHJJAHOKCHMOM He pearHpyeT C ()eHHJIH30LHAHATOM,
peareHToM Ha OKCHMHYIO Tpynny, He aleTHJIHPYeTCs NnpH AeHCTBHH
ykcycuoro anruapuaa [80, 4461, ITpoysocTs AHOKCHMATOB HHKeas 3a-
BHCHT, TaKuM 06pasoM, OT HaJHUHS YeThIpeX LHKJIOB B MOJEKyJe IH-
OKCHMATOB HMKeJs, oOpasywomero, no TepentbeBy u Pyxanse [314],
ananuTHYeckuii y3en. Ha npumepe coelmHeHHH JHSTHIJHOKCHMA H
uuokcnma [247] BuaHO BAMAHME UMKJALYeCKOH TPYNNHPOBKH H CTPO-
€HHA CAMOro peareHTa Ha yCJI0BHS BbleJenns coennnenuii nnkens. O6a
peakTHBa OueHb GIH3KH 10 MOJIEKYJIAPHOMY BeCy H CTPOEHHIO MOJEKY/Ibl

CH,
CHy—CHy~C-oC—CHy~CH, H2c|/ N\C=NOH
0o |
HON NOH HzC\/ C=NOH
CHa :
JIHSTHAAHOKCHM HroKcum "
Moua. B. 144,06 Moa, B, 142,08
pH 5,2—10,0 pH 3,1 — cHABHO IenonLAT

cpeaa
1 HiD — McJa€KyJa AHOKCHMA.

2 AnannTHYeCKA XHMHA HHKeas 17



JlnokchMaThl HHKeJAs OKa3aauch AnamaruuTHeiME [80, 292, 473, 790).
Bee coenHeHHsi HHKeS Co-AHOKCHMaMH OTAWYAIOTCSH Manoil pacTso-
PHMOCTBIO B BOJe, HECKOJIbKO Pa3jJHYHON B 3aBHCHMOCTH OT CTPOEHHS
mostexyJsl okcima. Illapne n Yukduana [1110] o6bacusior maayio pa-
CTBOPHMOCTb JIHMETHJIIHOKCHMATa HHKeNsl OCOGeHHOCTLIO KPHCTAMIH-
YEeCKOil CTPYKTYpHI 31010 coennenus. OcyulecTs/sercs cBA3b MeTann —
merann [643]. Koke [578] rakixke roBoput O njanapHoMm CTPOEHHH ue-
THIpeX KOBaJIeHTHbIX coeunenuil nwukeas. Haawume ceasm Ni — Ni
NOATBEPKALHO penTrenorpaduuecKkuMu nccaesoBanusamu (438, 447,
1097]. dpyryio Touky 3penus BbickaswiBaer Cerzen n Kasemn [539],
paccMarpHBasi NJIOCKOCTHYKO KOHHTYpaLHIO AHAMATHHTHBIX KOMILIEK-
COB HHKeasi, ABTOPHl NpeAnoaaraior CTPYKTYPHYIO (GopMmyay Aime-
THAAHOKCHMATa HHKe/s 6e3 HalH4HS BOJOPOAHBIX CBsi3ell, HO 3Ta TOu-
Ka 3DEHHS He Hala MoATBepxkKIeHHA B Gojlee no3jHHX paGoTax.

Iosnuee Banke n Angepcon [(439] npeanosoxnau, yro pacrsopu-
MOCTb Pas/HYHLIX JHOKCHMATOB HHKe/s CBA3aHA C PACCTOSHHEM MeX]y
aromami Ni — Ni. Ilpu nepexojse or AMMETHIAHOKCHMAra K 3THJIMe-
THAAHOKCHMaTY paccrosinne Ni — Ni yBesHunBaerca H H3MeHsieTcs,
pacTBOpHUMOCTb Npou3soatoro Hukeas [680, 6811. 3ro noarsepxaaer-
cl TaKKe Ha MPHUMepe COeIHHEHHS HHKEeJs ¢ AHOKCHMOM LHKJOTeKCcaH-
AHOHA, I KOTOPOTO 3T0 paccrosiue paBuo 3,20 A (Bvecro 3,24 A y an-
METHJIIHOKCHMATA HHKeJsl) H KOTOpPO& MeHee PACTBOPHMO, YeM COeli-
HeHHE C JHMEeTHIIHOKCHMOM.

CucremaTHyeckoe H3yyeHHE HANHYMA BOLOPOAHON CBS3H B AHOK-
CHMaTax HHKeas Beinoaneno Borepom c¢ cotp. [1246].

Ha ocnopanui MK-crnexTpoB 6Gbs10 nNoKa3aHO OTCYTCTBHE NOTOIe-
HuA cBobopnoii OH-rpynnsl B KOMIVIEKCHBIX COGTHHEHHAX HHKeS H
JOBOJILHO WHTEHCHBHbIE MOJOCH! MOTJOWIEHHS STHX TPYNN Y COOTBeT-
CTBYIOUHX CBOGOAHLIX o-IHOKCHMOB. JLisi mosiyyennsi Gojee YeTKHx
CnekTpoB aBTopbl Aeiitepuposanu rpynny OH — OD. Hmeercs psaa pa-
Gor [474, 1006, 1096, 1097], nocesmennsix H3ywennio HK-crekrpos
JMOKCHMAaTOB HHKeJs, B KOTOPHIX MOATBEP}KAaeTcss HaJHuHe BOLOPOA-
HOM CBA3H H OTMEYAeTCs HEKOTOPOe CMellleH e MoJockl norouenns OH-
Tpynibl B 3aBHCHMOCTH OT NMPHPOALI paiHKa/ia o-AHOKCHMa. Bausnne
NPHPOAL! Aurania na nogocsl noraouenus OH-rpynnet aaa auokcn-
MaTOB HHKeJs MOATBEPMKAeHO B psje nocaenylounx pabor [709, 910].

Byprep u Pydd [518] Tarke noarsepam/in BAHsIHHE BOAOPOIHHIX
cBsi3edl Ha NPOYHOCTb KOMILJIEKCHBIX CO@IHHeHHH AHOKCHMATOB HHKEs .
Pannab un Banke [1064] ne o6napyxuau ceasu Ni — Ni B coenunennn
C HECHMMETPHYHLIM METHJSTHIAHOKCHMOM H OGBSICHSIOT 5TO BAHSAHHEM
crepHyeckoro (akxropa.

B KauecTBe pearenTOB Ha HHKE/b, NPEACTABJAAIOUIIX GOMBLION NpaK-
THYECKHH MHTepec, c/lelyeT Ha3BaTh: AHMETHIAHOKCHM, o-GeH3HJIIHOK-
CHM, AHOKCHM I,2-uMKJIOreKcannuona, AHOKCHM |,2-uHKjaorentanano-
Ha H o-QypHAIHOKCHM. JIUMETHAIHOKCHM — MepBbiil H3 o -AHOKCHMOB,
HalleWHX NPaKTHYECKOe TNpPHMEHeHHe, IUHPOKO NPHMEHSeTCA B
HacTosillee BPEMSl ISl ONpefeeHHs HHKES TPaBHMETPHYECKHM,
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B Tabauma 12
E KoHcTanThl KHCAOTHOH JMCCOUMALMH O~ HOKCHMOB
G Temme-
 g-Jlnokens Cpeja paty- | Metoa onpegenenns PKD JI:;;];a-
: pa,
I Humerna- | 50%-unift [nokcan 25 | pH-TutpoBanue 12,19 [682]
JHOKCHM | To ke 95 |To xe 12,84| [546]
g BiCeE 25 » 12,83 [51]
» » 29,61 » » 12,45 | [546]
75%-unit [Inokcan ab Ly 13,53 | [439]
To xe 30 » » 15,5 | [1240]
w=0 95 | PactBopuMOCTB 10,60( [441]
p=0 40 » 10,52 | [441]
0,1 M Na (OH, CIOg) | 25 » 10,45| [622]
0,1 M Na (OH, ClOy)| 25 |pH-turpoBanue 10,48 [439]
0,2 M NH; 95 | PactBopumocTh 10,53 | [304]*
0,05 M NHs 25 » 10,59| [558]
0—0,8 M NH;3 18 » 10,71 [181*
0,00 M KCIOg 95 | pH-titpoBanme 10,60| [730]
18 | PactBopunocts 10,66 | [258]
Metuaanok- | 509 -upiit [uokcan 25 | pH-turpoBanue 12,14 [51]
CHM
Metuastia- | To ke 25 [To e 12.86| 51}
AHOKCHM | 7500 -uniit JInokcan - S il 13,55| [439]
0,4 M Na(OH,CIO)| 25 | » » 10,41 1439]
Huokeum | 0,01 M KCIO, 25 | pH-tutpoBanue 10,68 | [730]
p=0 25 | PactBopumocts, 10,60 | [441]
pH-tutpoBanue
T 40 | To xe 10,51 | [441]
50%-uuit JIHoKcaH 25 Wi 12,0 | [249]
759%-umit [{nokcan vl P e 13,11 | [439]
0,4 M Na (OH, ClOg)| 25 » o» 10,55 [439]
3-Mernanu- (0,4 M Na (OH, ClOy) | 25 » » 10,61 | [439]
OKCHM 75%-umit Jnokcan R S 13,23| [439]
4-Metammu- (0,1 M Na (OH, CIOg)| 25 | » » 10,54 | [439]
OKCHM 759 -uuiit Jlnokcan a5l e 13,07| [439]
Hustuannok-| 0,1 M Na (OH, ClO;)| 25 » » 10,67 [439]
cHM 759%-uniit [IuokcaH AL 13,93 [439]
Tentokcum [p =0 25 | PactBopumocth 10,7 [441]
p=0 40 » 10,47| [441]
0,1 M Na (OH, Cl04)| 25 |pH-turpoBanue 10,71 | [439]
759%-uwiit Jnokcan 25 | To xe 13,33 | [439]
* PaccuuTaHO no AaHHHM UHTHpyeMHX pabor.
2*
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Tabawnga 12 (oxonuanue)

Temne-

Q-JluoKcum Cpena p':’lfgé Metop onpesenenna | PKp JI:;;;;;

a-Annsun- | 509 -ami [{HOoKcaH 25 | pH-TutpoBanne 11,5 | [249]
JHOKCHM

a-Qypunnu- | To xe 25 » 11,6 | [249]
OKCHM

a-Benspaan-| » » 25 » 12,0 | [249]
OKCHM

THTPHMETPHYECKHM H (POTOMETPHYECKHM MeTOAaMH; o-(py pHILHOKCHM
npHMeHseTcA ANS  SKCTPAKUHOHHO-(OTOMETPHYECKOro OMNpeleseHHs
HHKeJIsi; JMOKCHMbI |,2-nMKJOrekcaninoHa M |,2-unkjaorenraniioHa
NOKa He MOMYYHAH GoJblioro pacnpocrpanenus. Hs-sa cmocoGHOCTH
06pa3oBLIBATL COGAMHEHHS C HMKeIeM B KHCJOH cpele 00a STH JHOK-
CHMA HMeIOT NPeUMYIIeCTBa nepel AHMEeTHArJIHOKCHMOM NpH onpejese-
HHH HHKeasl B NPHCYTCTBHH JPYTHX SJIEMEHTOB. o -DeH3HJIIHOKCHM
npuMensiercss AN (DOTOMETPHYECKOTO  OnpeleeHHs YJbTpaMmasbiX
KOJIHUECTB HHKeJ.

B Tta6n. 12 npuBeneHsl KOHCTaHTbI KHCJOTHOH JAHCCOLHALHH pAAa
a-JITHOKCHMOB.

B ta6a. 13 npuBeseHbl 3HauYeHHs ABYX KOHCTAHT JHCCONHAUHH He-
KOTOPBIX 0i-JMOKCHMOB, OMpejieJieHHble I1aBHbiM 00pasoM CreKTpodo-
Tomerpuyeckim Meromom [1190, 12241, a ans ABYX AHOKCHMOB (3-(y-
PHJIHOKCHMA H TeNTOKCHMA) TaKKe MEeTOIOM paclpeneeHHs [2901].

Ta6auna 13
» KOHCTAHTH KHCAOTHCH JHCCOUMALMH HEKOTOPHIX -JAHOKCHMOB
CnexkTpodoroMerpuyecknfi  |Metoa pacnpe-
Tex- MeTOR AeIeHHS
- JuTte-
Pearent :;;,:. I rpaduuecKuil pacueTHH i ; pa::)a
°C . : . . |1g Kp!lg K}
ig KD g KD lg KD lg KD
IumernaguokcuM |, 20 | 0,1/ 10,55 12,0 | 10,53 12,11] — — 1 [290]
23 (0,1|/10,6 | 11,9 | — — - — | [4421
-y prAAHCKCHM 20 | 0,1| 9,80 11,25 9,90 14,50 9,75 | 11,25/ [290]
TenToKcHM 20 | 0,11 10,65| 12,10/ 10,64{ 12,30{10,40 | 12,20 [290]
23 |0 10,7 | 12,3 | — — = — | [442]
Hsoxenm 20 | 0,1} 10,75 12,16| 10,65 12,16 — | — |[290]
25" [0 10,60( 12,40 — — e — | [442]
a-BenanainoKeHM 20 | 0,1] 10,12| 11,73 10,12| 11,91 — —7|-{280)
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Ta6anuma 14

Pacrsopumocrh JAHMETHAHOKCHMA B BORE W APYIHMX Ccpepax

cpons |TowmeRi | pS | TR | cpens |TERRE| S | TS
Boza 0 | 2,56 [25] 0,8 M 18 1,80 | [18]
18 2,46 | [3, 18] 1,0.» 25 1,74 | [304]
20 |2,27] 23] 2,0 » 25 | 1,64 [304]
25 2,32 |[3,7,304])ff 3,0 » 25 1,52 | [304]
40 1,95 131 3,0 » 25 1,46 | [304]
40 2,00 [25] 4,0 » 25 1,46 | [304)
50 |1,74| [3] 5,0 » 25 | 1,37 [304]
60 |1,74| [25] 6,0 » 25 | 1,30 | [304]
70 1,40 [31 9,0 » 25 1,12 | [304]
80 |1.28] 3] 10,0 » 25 | 1,06 | [304]
3
: 0,0008 M 18 2,28 | [3]
100 4,10 1" [3] 0,08 »| 18 |1,98| [3
100 [1,31] [25] [[° 5 os : (31
d 0,06 » 18 1,44 31
NH,0H 1,0 2| 18 |330[ [3]
0,00 M 25 2,24 [304] NaCl
0,0 » 92 304
02 » Eg fgg E30’4{ Ll B €T i
g ’ b 25 9.35 171
0,2 » 18 | 2,02| [18] 50 -5 25 : 7
0,4 » 18 [1,92| [18] 3 i L
Ta6auna 15
PacTBOpPHMOCTb PSila (-J{HOKCHMOB B BOJE
PeakTus :;;:'e%né pS Jiutepatypa
Meruadennaanokcum  (GeH30H- 18 2,36 [258]
JIHOKCHM)
TenTokcnM 19,5 1,51 [1248]
Huokcum 21,5 1,24 | [1068, 1248]
3-MeTHIHHOKCHM 25 1,59 [767}
4-MeTHAHHOKCHM 25 1,66 [443]
3-DTHIAHHOKCHM 25 1,83 [443]
7,6-luMeTHIHHOKCHM 25 1,33 [443]
4-Hsonponuanuokcum 25 2,39 [443]




Jlnsi xapaKTepHCTHKH 0-1HOKCHMOB KaK aHa/JHTHYECKHX PeareHToB
fonbllioe 3HaYeHWe MMeeT HX PacTBOPHMOCTDL B BOJe H JPYIHX cpejax.
B Ttabn. 14 u 15 mnpuBeleHBl JaHHble [0 DPAacTBOPHMOCTH JHMe-
THAJAHOKCHMA H APYTHX a-1HOKCHMOB B npHCyTcTBHH aMmHaka, NaOH u
NaCl, B Ta6a. 16 — no pacTBOPHMOCTH B XJI0poopMe, TaK KaK 3TOT pa-
CTBOPHTENIb Haubonee 4acTo NPHMEHSETCA B 3KCTPAKIUHOHHO-FOTOMET-
PHYECKHX MeToJax onpejeneHHs HUKeJs ¢ YKa3aHHBIMH peareHTaMH.

Ta6auua 16

PacTBOPHMOCTH C-HHOKCHMOB B XJopodopme H GeH3one

Pearenr TeurleD]E:aTypa. PacTsopuTeas PS Jlareparypa
JEMeTHAIHOKC HM ] 25 CHClg 3,35 [558]
: 20—22 CHClg 3,40 [20]
20—22 CeHg 3,49 [20]
25 CHCls 3,41 [621]
HuokceMm 20 CHCls 2,08 1290)
FentokcuM 20 CHCls 1,72 [290]
a-QypHIHOKCHM 20 CHClg 2,82 [290]

CoelHHeHHA HHKeJNs C Pas3qHYHbIMH JHOKCHMAaMH OTJIHYAIOTCA MO
cBoeil pactBopuMocTH. Tak, HanpHMep, COeJIHHEHHe HHKEJs C HeCHM-
METPHYHBIM OGeH30H/IMEeTH/IIHOKCHMOM 0oJiee pacTBOPHMO, YeM C JH-
MeTHJIIHOKCHMOM (Taba. 17).

Tabauma 17
Pacreopumocte (S, MOA6/A) AHOKCHMATOB HHKEas B BOJE

Pearent Teun%%nrypa. pS Jureparypa
IumernaanoKcum 25 6,01 (0,05M) [20]
25 5,68 [446]

25 5,98 [669, 670]

30 5,86 {669, 670]

35 5,74 [669, 670]

40 5,62 [669, 670]

45 5,51 [669, 670)
Huokcum 25 5,80 [441]
Ientokcum 25 6,05 [441]
3-MeTHAHHOKCHM e Sint [767]
4-MeTHHHOKCHM — 6,02 [767]
3-OTuanHOKCHM —_ 4,75 [767]
4-HsonponuasuoKcHM e 6,81 [767]
a-DypuiHoKcuM 25 6,20 [441]
a-Bensuauokcm 25 6,15 [441]




B Tabn. 17 npuBenenn Aannbie N0 PAcTBOPHMOCTH pAAa AHOKCHMA-
TOB HHKeJs B Boje, a B Taba. 18 snauennsi pL, Aasi 3THX COeAHHEHHUH.
TaG6nunma 18

3uauenns pL, auokcumaros Hukeas (i == 0)

Pearest Temne;%?'rypa, pr Jluteparypa
JIHMeTHIAHOKCHM 25 23,66 [441]
22,70 [20]
f 40 23,23 [441]
i 23,37 [546]
31 23,27 [258]
IDTHIMETHIAHOKCHM 25 ns o7 [439]
Huokcum | 25 28,39 [441]
e 26,96 [441)
3-MeTHAHHOKCHM L 27,62 [441]
- 40 26,68 [441]
4-MeTHIHHOKCHM 25 28,25 [441]
. 40 27,20 [441]
JHITHATHOKCHM 40 24,21 [439]
[enToKCcHM 25 26,64 [441]
40 25,74 [441]
4-MetundeHHAAHOKCHM 25 27,84 [439]
BensonaMeTHANOKCHM i 21,53 [258]

Ycnexu onpejeieHust MaJblX KOJHYECTB HHKeJas B 3HAYHTEIbHOMH
Mepe 3aBHCAT OT MOJHOTH 00pa3oBaHKsA OKCHMATOB HUKENS W KX Cno-
COOHOCTH 3KCTparupoBaThCsl OpraHdyecKHM pactBopureneM. B ra6a. 19
npuBeleHb Ko3(dHIHEHTb pacnpeieneHus AIsi psAja peareHTos.
B ta6n. 20 npuBeienbl JaHHbLIE 0 PACTBOPHMOCTH JHOKCHMATOB HHKEJS
B OPranM4yecKuX PacTBOPHTENSX.

YcToHYHBOCTD NHOKCHMATOB HHKEJS H3yyalach METOJOM 3KCTpak-
LHH (pacnpe,ue.neuﬂﬂf. 3ror merox O6bl1 paspaGoran PropGeprom, lup-
cenoM, Cuanenom [625, 1098, 1151] u B nociexxee Bpems IIH-
POKO TNpUMeHserTcss AJAsi H3ydeHHs KOMILIeKcooGpa3oBaHHA psfa 3Je-
MEHTOB, B TOM  4ucJe JAHMETHJAJHOKcHMara  HHKeas  [290].
Hupcen [621] nawen merofoM pacnpejeieHHs OGLIYI0 KOHCTAHTY yc-
TOHYHBOCTH AHMETHJJHOKCHMAaTa HHKeas, paBhyio lg B, = 17,24,

Kpome Metona 3KCTPaKUHH, LIS ONMpene/eHHs] KOHCTAHT YCTOHYH-
BOCTH JAHMETHJIAHOKCHMATa HHKEJS HCIOJIb30BaH MeTOJ PaCTBOPHMOCTH
B 3aBucumoctd ot pH pacrBopa [546].

Yapabs n Ppeiizep (5461, Peprennyc ¢ corp. [1240], IMewkosa u
Bouxosa [248, 249], Byprep [518] ucnoab3oBanu a1 oueHKH yCroii-
YUBOCTH KOMIJIEKCHBIX COEJHHeHHH JHOKCHMATOB HHKEJS [0TeHIIHOMET-
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prueckuit Meron pH-turposannus no Beeppymy. Beuay masoii pactBo-
PHMOCTH IHOKCHMATOB HHKEJsi B BOJle THTPOBaHHe NPOBOLHAOCH B BOJ-
HO-JJHOKCaHOBBLIX PacTBOpax.

TaGawuwma 19

Koatduuuentsl pacnpexesenus pana a-auokcumos
MexAy BORoH u xaopodopmom [289]

Pearent pﬁgﬁf;eﬁ?;a
JIMMETHIIHOKC HM 0,124-0,02
a-DypHATHOKCHM 0,354-0,02
Huokcum 0,114-0,04
lenTokcnm 0,204-0,01

B 1a6a. 21 npubenens 1anuble N0 YCTOHYHBOCTH AHOKCHMATOB Hi-
KeJid, nolyyenHeie MeroaoM pacnpefenenns (2901, a B va6a. 22 — we-
T0A0M pactBopumoctH [13].

Hupccen n Cunsen [624] merogom pactBopumocts NOJY4HAH 3Ha-
YeHHe OOILeH KOHCTAHTbI YCTOHYHBOCTH A5 THMETHIAHOKCHMATA HHKe-
aa lgp, = 17,23.

B rabn. 23 npusenens nauubie no YCTOHYHBOCTH XHOKCHMATOB HH-
KeJsl, noayyennbie MetojoM pH-TuTpoBasusi, riaBueIM 06pasoM B BoI-
HO-JHOKCAHOBBIX PacTBOpaX.

Bsuke u Jlannante [445) onmpegennan KoHCTanTbi YCTORUHBOCTH
COeIHHeHHH HHKend ¢ 4-KapGoKcH-1,2-HKI0TeKcaH JHOKCHMOM ATst
WeJoyHOM cpexst mpu 25°C:

X lg Ky nas NiD- pasen 28,74 4 0,60;
IgK, gt NiD3™ pasen 0,76 +0,15;
IgKs ans NiDi~ pasen 3,67 +0,73.

JIHOKCHMaTl HHKenst 06pasyiorcst MpH PasauuHoll KHCAOTHOCTH
pacrBopa. Huxke npHBOjsiTCS BHIHCIEHHBIE 3HAYEHHS pH;s, nuokce-
MATOB HHKEJs,

Ni®* + 2H,D > Ni (HD), + 2H*:

_ [Ni(HDRJ[H*] .,
Kpanu . [HDE[Ni¥] Kp-Ba

Nz
11 = VKb e o

[Ni**])
(D], T e P
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TaG6anuma 20

PECTBOPIIHOC’I‘I; JAHOKCHMATOB HHUKEIfl B OpPralH4YeCKHX PacTBOPHTEIAX

Peareur PacTBopuTesB Temr%pca'rypa, pS Jluteparypa
JIHMeTHIAHOKCHM CHCl3 Komuarnas 3,07 [1105]
CHCly » 3,22 [1101]
CHCly 25 a2 [20]
CHCly, vacwmur. H.O b 3,32 {6211
CHCly 25 3,26 [441]

CHCly 10,4 3,52 | [669, 6701

CHCl, 15,0 3,47 [669, 670]

CHClg 20 3,4 [669, 670]

‘CHCly 25 3,33 [669, 670]

CsHs 20 4,22 | [669, 8707

CeHs 25 4,12 | [669, 670]

CeHs 30 4,05 | [669, 670]

CsHs 35 3,95 | [669, 670]

H. lenrau 30 6,43 | [669, 670]

To xe 35 6,24 | [669, 670]

» 40 6,08 [669, 670]

» 45 5,95 [669, 670]

» 50 5,84 [669, 670]
CCly 25 5,22 [438]
CClyq 33,3 4,90 [438]
Juxaopstau 16,5 3,01 [447]
» 25 3,70 [441]
DTHIMETHARHOKCHM H. lentan £25 5,91 [438]
To xe 33,3 5,79 [438]
CCly 25 3,08 [438]
CCly 33,3 3,04 [438]
TenToKkcHM CHCl, 25 2,25 [441]
CHCly Komnarnas | 2,09 [706]
Huokcenm CHCly 25 4,17 [441]
1,2-CgH,Cl, 25 4,49 [441]
3-MetnannokcuM CHCly — 5,5 [767]
4-MeTHTHHOKCHM CHCls — 6,02 [767]
3-DTHIHHOKCHM CHClg e 4,75 (767
3-6-ITuMeTHAHHOKCHM CHCly L1 3,17 [767]
4-HsonponuaHHOKCHM CHCly — 6,81 [767]
4-Tper. AMHJIHHOKCHM CHCly i 7,18 [767]
a-DypunIEOKCHM CHCly 25 2,80 [441]
CHCly — 2,74 [441]
4-(1,3-TerpamernaGy- CHCly — 7,18 [767]

THJI)HHOKCHM



TaGauya 21

YcToHuHBOCTL AHOKCHMATOB HHUKeJf, OnpefleneHHast MeTORoM pacnpepeaenns [290]
(t=2540,1°C, p=0,1)

. | Metog
Koucranta |

TeaTer YCTORYHBOCTH | Fyeppyma ﬂé’g;;’;:; Jlepena
JIHMeTHAAHOKCHM lg Ky 8,98 8,77 9,18
lg Ks 8,92 8,63 8,64
g B; 17,90 17,40 17,82

a-DypunguoKcum lg Ky 8,20 8,22 —

lg Ko 6,65 6,68 =

lg B: 14,85 14,90 -
1,2-11pKAOreKcan AHON k- g Ku 10,93 10,82 11,13
OKCHM lg K, 10,57 10,68 10,65
Ig B. 214,50 24,50 214,78
1,2-11¥KaorenTangnoH 11- g K, 1,01 10,97 i1,47
OKCHM lg K; 10,89 10,83 10,68
lg B. 21,90 21,80 22,15

Tatauna 22

YerofiunBocTh JUOKCHMATOB HUKENsd, ONPEREACHHAS METOAOM
pacrBopumoctH [13]

(E=2041°C; p=0,1)

‘ MeTog
Koucraura
BStRHT YEToRYRBOCTH | Breppyma %Eﬁg‘;‘:{: =

JHMETHIAHOKCHM g K, 8,96 85
Ig Ka 8,45 8,69
g B 17,41 17,42

a-OyPHITHOKCHM lg K, 7,80 T 12
lg K, 6,75 6,72
g B 14 .55 14,44

TentokcuM lg Ky 10,75 10,62
1g Ks 10,65 10,58
1g B2 21,30 21,20

o-BeHzunaHoKCHM lg Ky 13,70 -
Ig K, 11,50 —
1g B, 25,20 25,32

26



1Z

YcToHUMBOCTE JMOKCHMATOR HuKensi, ofpejienentnasi Meronom pH-THTpoBanus

Tab6auma 23

Peareur Cpena Teshepaisis 1g Ky lg Ks lg Bs JluTepatypa
MeTuajnokcum 5094 -ubtit [luokcan 25 9,6 9,2 18,8 [51]
JIHuMeTHIHOKCHM To e 25 10,46 9,9 20,3 [482]

25 11,55 10,80 22,35 [51]

25.2 10,62 11,08 240 [543]

39,6 10,55 11,22 21,77 [543]

40 fa . 23,23 [441]

75%-uniit [{nokcan 25 10,96 12,14 23,10 [439]

30 g8 13,8 28,4 [1240]

509 -Hpiil [Hokcan 25 15,5 11,0 22.5 |546]

DTHIMETHIAHOKCHM To e 25 11,5 11,0 22,5 [51]
75%-upiit Inokcan 20 10,41 13,56 23,97 [439]

Huokcum To xe 25 13,2 12;5 2941 [249]
3-MeTHIHHOKCHM ¥y 25 11,28 y bl 28,52 [439]
4-MeTHIHHOKCHM » o 25 10,76 12,24 23,00 [439]
4-H130nPONHAHHOKC M » » 25 10,06 10,38 20, 44 [439]
Ju3THAAHOKCHM » o» 25 12,43 11,26 23,69 [439]
Tentokcum » » 25 12,26 12,42 24,68 [439]
o-DeHHJTHOKCHM 5094-nuiit JInokcan 25 9.9 9,4 19,3 [249]
ot-AHHSHJIHOKCHM To xe 26 9,1 8,6 R [249]
o-DypHIIHOKCHM By 25 8,4 6,3 Sl [249]




Ta6anuma 24

3uavenus pHsy MHOKCHMATOB HHKeJs

Pearent Ig B; pPKp PHso
JIiMeTHAANOKCHM 17,90 10,54 4,69
; 17, 40:%* 10,54 4,84
0-@ v pHIALHOKCHM 14,87 * 9,64 5,20
14,50 ** 9,64 5,39

TenTokcHM 21,95* 10,64 2,67
Huokenm 21,50* 10,70 2,90
- BeH3HIHOKCHM AT 10,12 0,46

# OnpejeseHo MeTOAOM pacrpepefeHns.
** OnpefleleHO MeTOJAOM PACTBOPHMOCTH.

Ecau nmpunsth cpedniolo Konuentpauuw [H.D] ana pxokcumos
pasuoii 0,001 M, To

[H*]so = VK2 -B.-107C.
3uavenuss pHzo AM8 psAna AHOKCHMMATOB NMpHBeJeHbl B Taba. 24.

ITpakTHuecKH ¢ -GeH3UIAHOKCHMAT HHKens Bbliensercsd npu pH ~
~ 4,41, ecny NPHHATH KOHIEHTPAUUIO pearenTa, PaBHYIO €ro peanbHo|
pacTBOpPHMOCTH (~ 1078 moas/4).

Jasa nHKeas noJdyyeno 0oAbiioe YHCAO CORNUHEHHH ¢ HeCUMMETPHY-
HBIMH H C BOXHOPACTBOPHMBIMH ¢ -JHOKCHMaMH, KOTOpble [I0Ka He HallllH
NPaKTHYECKOrO NpHMenenus. Paj HecHMMETPHUHBIX JMOKCHMOB MMEIOT
NpeuMyLleCTBO Iepen Haubomnee pacnpOCTpaHeHHbBIM IHMETH/IIHOKCH-
MOM Oaarofapa GoJblleil PaCTBOPHMOCTH HX COeIHHEHHH ¢ HHKeJIeM
B OpPraHH4YeCKHX pacTBODHTeNAX. BvlieneHsl yuc- ¥ mpaxc-H30Mephl
COEI[HHEHPIﬁ C HEeCHMMeTPHYHBIMH AHOKCHMaMH. Onn GplJIH HCMOJIb30-
BaHBI /IS MOATBEPKAECHHS IJIaHAPHOH KOH(DHTYpaLHH JHOKCHMATOB HH-
kens [62].

B rabn. 25 ykasaHbl CBOHCTBA peareHTOB H COeJHHEHHH HHKe/ C He-
KOTOpPBLIMH OKCHMaMH.

[Mawer u Tuno [1023], Tuno u FefinsGapu [1226] noayunnu Kpu-
craqnnyeckue coefuHeHHsa Ni ¢ palIOM o-JIHOKCHMOB:

[(HsD)s Ni]Cly, [HDNi « H0] Cly,
[HeD + Ni - HyO . Cl]Cl, [H;D « Ni] Cl,.

Bce 3TH coenuHeHHs OKpallleHbl B LlBeTa OT CHHe-3e/eHOro A0 H3yM-
PYAHO-3€/1€HOr0.

B paccmorpennbix Beiille Ma10pacTBOPHMBIX COeIHHEHHAX C AHOKCH-
MAMH HHKeJb JBYXBaJIeHTHbIH, HO H3BECTHbI TaKHE KOMIJIEKChI HHKEJs
C 3THMH peareHTaMH, B KOTOPBIX OH INposBJIAeT Gojee BHICOKYIO
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Ta6auuma 25

Hekoropbie ¢-iHOKCHMbI, fipuroftpie AJs ONpefenends HHKe/s

Pearenr dopmyna CeoficTBa pearedTra H COCJJMHEHHA ¢ HHKeJeM Juteparypa
MeTHAHOKCHM H—C—C—CHs MsBecTHH yuc- # mpanc-usomepr;  Goaee | [256, 360,
el yCTOHUHB  mpaxc-H30Mep;  MPAaKTHUECKOTO 749]
HON NOH [PHMEHEHHS PearenT He Hallel
MeTHasTHIRHOKCHM CHg—C—C—C:Hjs PearenTt OpHTOJeH JJf [PaBHMeTPHYECKOro H [256]
| | doToMeTpHYECKOrO OMpefie/ieHH s HHKed
HON NOH
MeTHJ POTTHIAHOKCHM CHy—C—C—C;sll; [TpakTHueCKOro MpHMeHEHHs peareHT He Ha- [359]
L e
HON NOH
MeTuanzo0yTHILHOKCHM CHy—C—C (—Cll3)a CoelMHeHHsI C HuKeJeMm HMEIOT oOGbuHbIH CcO- [364]
[ crag Ni (HD),
HON NOH
4-MeTHJTHHOKCHM PacteopuMocTs B Bofe 3,4 e/a npH 259 C; [443]
=NOH
_NOH peareHT IMPHTOJEH JJif TPaBHMETPHYECKOTO
o 9% H (OTOMETPHUCCKOIO ONPefeseHHH HHKeNd
HsC
4-1301 POMHIHHOKCHM N NOH Pacteopumocts B Boje 0,75 2/a mpm 25° [ [443]
tNOH peareHT TpeAcTaB/sierT HHTepeC AJs Tpash-
Gl METPHUECKOTO OMPeACHI2HHS HHKeJT
(CH).CH
D eHITANOKCHM H-—C—C—CgH5 Pearext NpUTOfed /IS SKCTPAKIHONHO-(OTO- [261)
0o METPHUECKOTO OIIpEAe/ienis HHKeJs
HON NOII
AnusuJoKCIM H—C—C—CgHClHs To ke [261]
|l
HON NOH




Tatauma 25 (okouxane)

Pearenr Dopuyaa CBo#lCTBA peareHTa W COeJUHEHHUS ¢ HUKeJeM Jinrepatypa
Huokcum 1,2-nmukaonedra- —NOH [IpakTHUECKOrO NMpPHMEHEHHsI PeaTeHT He Ha- [443]
JHOHA o men
NOH
Muoxcum 1, 2-BuK I0ACKaH- NOi PacteoprmocTh pearenta B poje 0,52 e/2 npu 559
NOH Sep P P p
JNHOHA 25°C; coelHHeHHe C HHKeJIeM  XOpOIO
IKCTPAarupyerTcsi  H30aMHJIOBBLIM  CHHDTOM;
NO% E330 e = 4830; g 4 = 4240
OKcaJieHgHaMHJIOKCHM H;N—C—C—NH. Coepugenne HuKens B BHAe KpHCTauIOB opan-| [351, 399,
(oRCa/aMHIOKCHM,  HH- [ JKEBOTO [[BeTa BEIJe/deTcs B yKCycHokucaoh | 654, 1028]
KCJLJIOKC) HON NOH cpe/le H CONEPKAT JBE MOJEKYJb BOJHI,
koropas Tepserca npu 110° C; uenossayercs
ANA aHAJHTHYeCKHX UencH
Okca/leHIHOKCHM H-—-C—-C—H Coe/IHHEHHE € HHKeJeM — KPHCTAJJHUYeCKH i [253a]
Wi dl OCafOK 7KeJTOro IBerd, KOJHUYeCTBEHHO BLI-
HON NOH JesiAercsi H3 aMMHAYHOTO PacTBOpa
OKcatennay pamyiHoKciv Hy;N—CO—NH—C— CoellyHeHHe C HHKeJeM BblIeJsieTcd B BHJe £84]
¥
I KPHCTAMJIOB KapPMHHHO-KDPACHOTO LBETA
HON /2
Jutcmunauokcum VAT T TN (CoefnHEHUWE © HuKeJdeM — KPHCTAMJIHUecKH i [339]
CHy— —C—C— —CHj,
A 0o G ocafioKk, MO COCTaBY AHAMOTHYHBIH BCEM
HON NOH IHOKCHMATaM HHKeds, N0 CBOACTBAM COelH-
HeHHe CXOIHO € MIPOH3BONHBLIM o-GeH3HJAHOK-
cuma
To xe 359
KyMUHBAIHOKCHM A b Nl S N Ha [359]

HON NOH




BAJIEHTHOCTb. DTH COEJMHEHUS N0Jy4aloT OGEIYHO B NPUCYTCTBHH OKHC~
JHTeNell B 1IeJOYHOH cpeje.

IlepBasi nonbiTKa 00GBSCHEHHH CTPOEHHS MOJIYYAlOMIerocs B MPHCYT-
CTBHH OKMCJHTEN S COSJHHEHH HHKeJNS C TUMEeTHILHOKCHMOM Oblia clie-
nauna aiirnem B 1924 r., KoTOpEIl MOKAa3aJd, 4TO HAa OJHH ATOM HHKeJst
pacxonyercs | mMONeKyaa HOJA, HCNONB3OBAHHOTO B KAYeCTBE OKHCIIH-
Tesist. On BhIIETHI TeMHO-KPACHBIH [MOPOLIIOK, KOTOPOMY Ha OCHOBAaHHH
saeMenTapHoro ananusa npumucan Gopmyay Ni(DH),-OH-J. 3ror
MOpPOIIOK B3PHIBAJTCA NMPH HArpeBaHHH H PAacTBOPAJICA 6e3 paspylleHHs
TONBKO B megouax. Palirab NpHOHcal HUKEND B 5TOM KOMIJIEKCHOM
COeNIMHeHHH BaJeHTHOCTh —+4. PacrtBopeHHe coeJHHEHHS B IeN0oYax
obbsicHseTCH JanbHelell aucconuaniedl BTOPBIX OKCHMHEBIX TPYIII IH-
MetHaauoKcuMa [642].

Muorue HCCNIeI0BATENH [LITANHCh BBIGNHTE COSJMHEHHA HHKe/A
¢ JUMETHJIHOKCHMOM B YCJIOBHSX, yKazaHHuIX Paiiriem, HO Gesycnei-
Ho [15, 244, 393]. Oxnaxo B 1951 r. Kypacy u Pyuucke [881] yaanocs.
BEIIEJHTh KPaCHBIN 0CAJI0K NPH HCIO/b30BAHHN 6poMa B KauecTBe OKH-
cautens. B 1948 r. Ba6ko [15] uccaenoBan 3To coeluHEHHE B BOIHBIX
pacTBOpax, HCHOMb3ys B KauecTBe OKHCIHTeNs Hox. Pesyabrartbl no-
merony JKoGa [03BOIHIH aBTOPY NPelNoJOKUTh 00pasoBaHHe JABYX CO-
elHHeHHH, OJIHOr0 ¢ COOTHOLIEHHeM HHKeNb : AUMETHIIHOKCHM | OKHCIH-
Tesb, paBubM 1 : 2 : 2, u apyroro ¢ coorHowlenrem 1 : 3 : 3. Ba6ko cun-
TaeT, YTO OKHCJASETCS] He HOH HHUKeJs, a AUMETHIJHOKCHM. IJTHX XKe
B3IVISAOB mpuaepxkuBaerca Jlunuupckuit u Kyaes [183al. I'opeman
[768] 5 1949 r. u3yuyan cocTaB KOMIJIEKCHOTO COEHHEHHSA HHKEJS ¢ JH-
METHJITHOKCHMOM, [MOJYUaeMOro B MPHCYTCTBHHE OKHcauTenaeit. [lnsa roro.
uTOObl NPEOTBPATHTD OKHCJACHHE pearenta GPOMHOIT BOJOH, OH BBOIHJ
THIPOKCHJIAMHH H B NPHCYTCTBHH HHAMKaropa Kpaxmaja xobaBasn
OKHCJMTENb [0 TNOABIeHHS G6/Ie/JHO-KeJTOH OKpacKH, MOINepIKHBAf,,
TaKuM 00pasoM, PeLOKCINOTeHHHaa cucrembl okoio 0,96 6. 3atem o
BBOJIU COJIb HHKeNsl U pacTBOp moxlllenaunBani. B atux yejaosusix, no-
MHEHHIO aBTOpa, AHMETHJIIHOKCHM HE OKHCJSeTCs H, CJeJOBATeTkHO,
OKHCJISIeTCS] TOJNBKO HHKEb.

Heckonbko nosxe Augpees u corp. [10] nokasamu, uro npu paspy-
ILIEHHH KOMIJIEKCA Bblle/sieTcss HCXOAHBIH AMMETHIIHOKCHM, HE IMOX-
Bepriuuiicss okuciennio. ITemkosa u Menbuakosa [260] ycranosuiu,
YTO B YCJIOBHAX, NPH KOTOPBIX HCK/JKOYEeHAa BO3MOMHOCTb OKHC/IEHHS
JMMETHJJHOKCHMA, peakiusi 06pa3oBaHtsi OKPAUIEHHOTO PacTBOPHMOTO-
COeJHHEHHS C HHKeJieM Bce Ke Habuogaercsl. ABTOPHI NOCAENHHX ABYX
paboT NPHXOIAT K BLIBOAY O TOM, YTO B KOMIJIEKCOOODA30BAHHH MPHHH-
MaeT yyacTHe TPeXBaJIeHTHLIH HHKeJb. JTOTO JKe MHEHHS IPHICpPKHBA-
JIHCh U ApyrHe HcenenoBatean [220].

Ilpsimoe omnpezenenne BaJleHTHOTO COCTOAHUSA HUKeJAS B 3THX COEH-
Henuax nposesn Mycrapur u ®pymuna [215]. Oun usyyanan pactso-
peHHE THIPATOB BBICHIHX OKHCJOB HHKEJIS B IIENOYHBIX M aMMHau-
HbIX PacTBOPax IHMETHAAHOKCHMa H OOHApyMKHJH, YTO TakHe rHapa-
Tbi (ABJSIOMHECH CMeChI0 3aKHCHOMO M OKHCHOTO HHKeJs) o6pasyioT
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Hapsly ¢ OOBIYHBIM OCAJKOM NAHMETHJIJHOKCHMATa HHKeJs H PacTBOPH-
Moe coennHeHHe. IIpHueM colep:KaHiHe UeTHIPEXBAJIEHTHOTO HHKeJd B
HCXOAHOM THApATe COBMAJO C COAEPXKAHHEM €r0 B pacTBOpe Mocie 06-
pabGOTKH TBEpJOrO THApaTa LIETOYHEIM PacTBOPOM AHMETHJIHOKCHMA.
TakuMm 06pa3oM, aBTOPbl JOKasblBAlOT HaJHYHE YeThPEeXBAJEHTHOIO
HHKeJs B €ro pacTBODHMOM COeIHHEHHH C IHMETHJIIHOKCHMOM.

B Gosee nosnuux wuccaeposanusx Cenn6una u IOnkuna [1135],
NOCBSILIEHHBIX H3YYEHHIO MPHPOJbl COEJHHEHHST HUKES ¢ JUMETHIHOK-
CHMOM, TNOJIyYalOLerocsi B IIEJOYHEIX PacTBOpPax NPH OKHC/IEHHH, MO-
Ka3aHo, YTO HHKEJb B 3TOM COEIMHEHHH HMeeT BajleHTHocTh +3. Ta-
KHE BBIBOJEI CJe/aHbl HA OCHOBAaHHH H3YyueHHs MarHHTHBIX CBOACTB H
3JIeMEHTaPHOTO AHAMH3a BBHUIENEHHOrO COEIHHEHHH, KOTOPOMY &BTOPHL
npunucanu gopmyay Ni(DH),OH. Ilosockl MakCHMAaJbHOrO CBETONO-
TJOUIEHHST PacTBOPOB cOemHHeHHss HaXxozatcs npu A = 320, 390
442 MMK.

B pacrBopax, coraacHo 'opemany, B 3aBucumocTH ot pH o6pasy-
10TCS ABa COEAWHEHHS C COOTHOLIEHMSMH HUKENb : peareHTt, PaBHEIMH
1:2 u 1:4 [768]. lepsuiii KoMIIeKe HCnoab3yeTcss OGLIYHO A5 ¢o-
TOMETPHUYECKOTO ONpeesieHHsi HHKe/s, HO OH HeyCTOHYHB H IePEeXOIHT
Jerko Bo BTOpoH. Bropoe coenunenne cyumectByer npu pH > 11.
Hexkortopble nccnenoBarenu ofpauiany panee BHAMaHHe Ha GOJbLIyIO
cTa6UIbHOCTL OKPAackH B GoJee mienounoii cpene [917].

Pan sanouckux ucesepopartenei [1292, 1293] ykasbiBaloT Takxke Ha
CYIIeCTBOBaHHE ABYX COeIMHEHHH ¢ COOTHOLIEHHEeM HHKeJb : Peareur,
paBubM 1 : 2 1 1 : 3, npHyeM BTOpOe cOelHHeHHe, N0 MHEHHIO aBTOPOB,
o6/1ajlaeT BHICOKOH YCTOHYMBOCTBIO M noayuaercs npu pH > 11.

CocraB cOeIMHEHHI HHKeNs C AUMETHIJHOKCHMOM B MIEJOYHBIX
cpenax usyyaqmd Oxau u Illumek [1010—1014]. Onum ycraHOBHJIH,
yTo B IHEJNOYHOI cpele JMMETHJIMOKCHM pearHpPYeT C HHKeNeM Kak
JIBYXOCHOBHAsi KHCJOTa, 06pasysi coelHHEHHe

CHz3—C=N OH N=C—CHs
\.x / \ / f
/ ‘\ / ‘\ |

CHs—C=N N=C—CHs

Apanoruynbie COeHHEHHs BbIfeeHbl ¢ KaJHeM H JIHTHeM, IpHYeM
B NOCJeIHEM CJydae MOJyyaeTcsi MOHOsJepHOe COelHHeHHe. ITO coe-
JMHEeHHE ¥KeJITOrO 1IBeTa H YCTOHYHBO TOJAbLKO B OTCYTCTBHE OKHCJIHTENS.
B nNpHCYTCTBHH K€ OKHCJIMTE/]si OHO NEPEXOAHT B YCTOHYHBOE COel-
HeHHe KpacHOro usera, kotopomy Okau u [llumek npunucsiBaior Gopmy-
ay INiD;1*~. D10 kpacHoe coenunenne 0GLIYHO MOJyYaeTcs B NPHCYT-
CTBHYM HE MeHee YeM NATHAAUATHKPATHOrO H306bITKA JAHMETHJIHOKCHMA
H TIpH HaJHYHH TAKHX OKHC/AHTENEH, KaK OPOM, HOJ HJIH depPHIIHAHHL
B HIEJIOYHOH wiau ammuaunoil cpefe. Ot npHpoAbl B3SITOrO OKHCJIHTENS
3aBUCHT TOJBLKO CKOPOCTH OGPA30BaNKsA OKPALICHHOTO CORAVHeHHSA (Harn-
puMep, NpHU JeHcTBHH KHCJIOPOJa BO31yXa OKpacKa PasBuBaercs ABOE cy-
T0K). OHO He BOCCTaHaBJIUBACTCSH CYJIb(HTOM, apceHaTOM, BOAOPOIOM, a

Naz.
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BOCCTaHABJMBAETCH TOJbKO TaKHM CHJBHBIM BOCCTAHOBHTENEM, Kak
SnCl,. [loTeHuHOMETPHYECKHM METOJIOM aBTOPH OMPENENHJIH, YyTO Ha
KaXKIblil HOH HHUKEeJs TPH 3TOM 3aTpauuBaeTcd 1Ba SJeKTPOHA, T. €. HH-
Kelb B 3TOM COEJMHEHHH YeThlpeXBaJjeHTHHIH.

Ho B 3aBucuMOCTH OT MpHPOIBLl BOCCTAHOBUTENIEH 06pasyiorcs pas-
JIHYHBIE 1O cOcTaBy coelnHeHusi. Hanpumep, B coeiuHEHHH, MOJydeH-
HOM IIPH BOCCTAHOB/JEHWH T'MAPA3HHOM, OTHOIIEHWE MeTajla K peareu-
Ty paBHO 1 : 2, a B c/Iyuae BOCCTAHOBJIEHHS JABYXJIOPHCTHIM OJIOBOM OHO
paBuo 1 : 3.

Yeroiiuusocets coennnenus [NiDgl*~ gpacmoro upera Huxe, ueM
KOMIJIEKCOHATA M IMaHuaa, W60 PacTBOp NepBOro Jerko ofeciBeyH-
BaeTcs COJSIMH IHAHHCTOBOZOPONHOH H ITHJIEHAHAMHHTETPayKCYCHOH
kucsor. M3 AByX nosydarmomuxcs npu BoccTaHOBJeHHH dopm HanGosee
ycroiiunpas xeartas dopma [NiDgl*™ npu noBTopHOM OKHCJEHHH nepe-
XOIHT B MPOYHOE KPACHOE COelHHEHHe, KOTOPOe He OfeclBeyHBaeTcs
STHACHARAMUHTETPAALETATOM. .

Oxay u [llumex npepnaraioT chaeayiomHil MexanusM o6GpasoBaHHS
OKPallIeHHOTO BOXHOPACTBOPHMOIO COEJHHEHHS:

Ni (DH). + 20H™ 2 NiD2™ + 2H,0;
NiD?~ 4+ D* 2 NiD{T
NiD~ 2 [NiDg]*" 4 2.

CoequHenHsi ¢ MOHOOKCHMAMH H HHTpo3oHadrosamu. MonOOKCH-
Mel Besqpuep moipasiensier Ha Heckoabko rpymn [1267). Orpensrbie
npeicTaBHTeNH STOrO Kjacca peareHToB 06pasylorT JOCTaTOYHO YCTOM-
YHBLIE KOMIJIEKCHBIE COGIHHEHHS C HHKENEM.

i peareHTH Gojlee XxapakTepHsl 1is KoGanbra. CoiicTBa coeiu-

HeHHUiI HUKeNs1 ¢ MOHOOKCHMAMH NpHBeneHsl B Tabm. 26.
Hurposounadrosl

NOH

O
\N OH " AL,
) = O
N =z il N Z
{-Hutposo-2-nadron (x-uurposo-g-nadron)

OH (i

|
f ‘/ b ()i\zwon
N =\
2-Hurposo-1-nabron (B-uurposo-a-nadron)
orxpoithie MibusckuM [123—125], o6pasyioT KoMINIEKCHbie COejH-

HEHHA ¢ MeTajaaMu B (hopme MOHOOKcHMOB {353].
CoepMHeHHs HHKEJS C HATPO3OHA(PTONAMH KCTparupyiorcst opra-

HHYECKHMH PAaCcTBOPHTEJISAMH.
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MoHOoGKCHMBT Kak P€areHTbl Ha HHKEIb

Ta6anuma 26

Pearent Popmyna CBOMicTBA peareHTa M COoeJHHEHHH C HHKeleMm Jlatepatypa j
dopmanbiokeHm H—C—H Coepnnenrie ¢ Ni B TBepioM BHAe uwmeer coctas [[205, 262, 591,
I Nag[Ni(NOCHa)s]. Pearent Hcmosbayercs ans o6- | 659, 763, 852]
NOH Hapy:KeHHsl W onpeeneHns Hukens. Jasa coepu-
HeHHSl ~HWKeJsl TNPHBOAWICH  Takke Qopmy.a
[Ni(CH:NOJ)q]** [204]
® szammr = 18400; koBambT Mano wMemaer ompenele-
HHIO, TakK Kak moraomaer B Y ®-o6aacti
(g nn = 19950)
AneranbpokcHm CHy—C—H CoejluHeHye HUKe B TBEPAOM BuIe HMeeT cocras |[24G, 753, T54]
IE]OH [Ni(CH3—C—H),]Cly; xopomo pacTBOpHMO B BOfe,

CalHIHIaALI0KCHM

—CH=NOH
—OH

NOH

STanoJe, aleToHe, XJopodopme; BOAHBIC PACTBOPEI
HEeYCTOHYHBEI

KommiekcHoe coefHHEHHE ¢ HMKeNJeM 0OCaXIaeTcs
npu pH 7,0—9,0; pearenT wucnoassyercs AJs oOm-
pelie/ieHHs] HHKesl TPaBHMETPHUECKHM H  3KCTPAK-
IHOHHO-(hoTOMETPHYECK M MeTofamu. Cu, Zn, Pb,
Cd, Mn, Fe, Co, Pd ofpasyior coeguHeHus c ca-
JMIHIAJIBIOKCHMOM

w
*

(I
o

[469, 613, 930,
1084]

TaG6auna 26 (oxonuanue)

Pearent dopmyana CBojficTEa peareHTa H COeJHHEHHH ¢ HHKeJIeM Jnteparypa
5 4 65]
- C—CH Pearenr sB/agerca c¢aaGoif  KHCJOTOMH: [6L. 9
G kg e ﬁ (ﬂ‘ ik pKD=11,18iO,O3 (BomHO-HOKCAHOBAA  Ccpejia).
O NOH CoepuHeHYe A0BOALHO yeTolunso, pB.=18,4 (BopHO-
nIMOKcaHOBasi cpeja). Pearent ucmoapsyercd Ans
THTPHMETPHYECKOTO ONpefie/ieHHsl HHKes
o-MounomeTHyIOBbI  3QHD CH;—C—C—CHs Ina pearenta pKp = 12,8; ycTORUHBOCTE KOMILIEKC- [49]
AMMETHJIHOKCHMa * | HOTO COGJHHEHHS ¢ HUKEeJIeM XapakTepH3yeTcs Be-
CH;ON NOH auunHolt pBy = 12,0 (BopHO-IHOKCAaHOBAs Cpeaa)
350, 631
2- TTupUAHIMETHIIKETOKCHM l/ ] [ ]
—C—CHg
b oo
NOH OGa pearenTa MeHee CeJEKTHBHbI HA HHKENb, UYeM
2-TInpupuadeHHIKeTOKC HM Vi Apyrie MOHOOKCHMDI [350, 344]
=
I =g
N NoH
= 770
M3aTHHOKCHM l/)——fll—NOH [770]
NN\ ZC—0H
N H [870]
ApumnsnRE e HC—(T‘I— (ﬁ Bce oTH peareHThl HCMOMB3YIOTCA JJIA KauecTBEHHO-
HOI&I O NOH TO OTKPHITHA HHKEJH
e [870]
HaouuTposoanetodeHon CsHs C": (ﬁ H
O NOH

* Kag noxasand uccaenosanda [610, 1035], Bce pearedTh obmelt dopmyam R,—C—C—R,, rae R;=H; CH;;

06pasyioT BHYTPHKOMIIJIEKCHEBIE cOoeHHEeHUN C HHKEJ/eM.

R:N NOH

C;H;; B Ry=0—CH,; O—C,H,,



CoefiMHEHHsl HHUKeNs ¢ HUTPO3OHAPTONAMH MeHee YCTOHYHBHI, ueM
coeuHenus K00aabTa, YTO TO3BOJSET YCTPAHATL Mepiaioniee BAHsHHE
HHKensl NMPH 3KCTPAKIHOHHO-(POTOMETPHUYECKOM ONpefieieHHH KoOallb-
Ta mpombiBanueM 3kcrpakta 2N HCI [1411].

KommiexkcooGpasoBanie HHKeIs ¢ 1-HHTPO30-2-nadTosioM B BOLHO-
JIMOKCAHOBBIX PACTBOPAX H3y4eHO psioM HccaenoBarteneii [49, 568,
1240); npu BeicOkuX sHauenusix pH BopHoro pacrsopa o6pasyercs
KoMryiekcHoe coennHende NiA; ¢ KOOPAHHAIIMOHHBIM YHCJIOM HHKE/s,
paBubiM 6. McenenoBanHe ycTOHYHMBOCTH H COCTaBa KOMILJIEKCHOrO cO-
eIHHeH s HHKeAd ¢ 1-HHTPO30-2-HadhTOIOM NPOBEJeHO TAKXKe B BOJHOM
pacTsope MeroxoMm pacnpelenenus [251]. dror merox mossoaHa ycra-
HOBUTh H 3apsj KOMILIEKCHOrO coejuHeHHs. B KauecTBe 3KCTpareHra
HCTIOMNB30BAMH XJ10POhOPM.

s doroMerpuuecKOro onpejeenns HUKEIs NMPHMEHSETCs TakKe
HuTpo30-R-conn

NO

f)/ I\/

AN N
HOSS/\ o SOzH

OH

JlauHble M0 yCTOHYHBOCTH KOMILIEKCHOTO COGJIHHEHHsI HHKeJs C HHUT-
posonadroiaMi TpHBeJeHb B Tabu. 27.

3 : "TaGauna 27
YeroiluuBocTh KOMNJEKCHBIX CcOSAMHeHWH HHKeas ¢ HuTpO3oHadTOdaMM
4 2 ;
PearenT g. 1 T2 ',';‘% %.'
& 3 ) £ i v g = EQ
G T | Tl el B
1-Hutposo-2-Hap- 30 | 75%-umit| pH-tur- |11,50/10,10| 6,60 28,2| [1097,
rox (pKp = 7,63) JAHOKCAH | poBaHHe 623]
2-Hurposo-1-nad- 30 To xe To xe [10,70 9,20 5,9 |25,8] [152,
ran (pKp = 7,61) : 1097,1233)
1-Hurposo-2-nad- 25 | p=0,1|Pacnpene- [14]
TOJ JieHHe
2-Hurposo-1-nad- 2=t T To e [14]
TOJ

8-Oxcuxunonud. I[[Iupoxoe mnpuMeHeHHe B aHanuze 8-OKCHXUHO-
JIUH, cuHTe3upoBaHHbii Bemepom [1280], namen Gmaromaps paGoram
Bepra [453—461], Xauna [727] u mp.

8-OkcHXHHOMHH — GeclBeTHOe KPHCTA/IHYECKOe Bellectso (T. M.
75° C), o6nanaer amporepusimu csoiicreamu. pKH' ™™ = 9,70. pKp™ =
= 9,73. Hsoanexrpuueckas Touka npua 18° C mHaxomuTes npH
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- pH 7,2. Pactopumocth B Bozie pabha 3,6 -10°% moas/a [855]; npu na-
~ rpesanuu 10 90° C pacTBOPHMOCTb YBeJHUHBAeTcs MPUMEPHO B 7 pa3
[31).

Honbl nukens paior BuyTpukomniexcuoe coeantenne Ni(CgHgON), -
.2H,0, o pearenT Majo ceJieKTHBeH; GOJBINOE YHCAO METAJIOB
(n B ToM wuHcae KoGanbT) 06PasyloT aHaJOrHuHbie COeJHHeHHS

~ Me* (CgH ON),. TIpeaiomen MeTol OTAeNEHUS HHKeJAR OT Mapraxua

[4611.

Huxkenp # ko6aibT 06pa3yioT OKCHXHHOJHHATH B OJHHAKOBBIX yC-
JIOBURX, YTO WCKJIOYAeT BO3MONKHOCTH HX pasienenus. 8-Oxcuxuno-
JHH MOMKerT GbiThb HCMOJb3OBAH JUIS BLIeJeHHs M KOHUEHTPHPOBaHHs

- nukensi. B paGorax [668, 712, 986] paccmaTpuBaercsi BAHSHHE KHC/OT-
. HOCTH Cpejibl HA BHIIeJIeHHE H COOCaXKJeHHe HHKe/s 8-OKCHXHHOJHHOM.

Hukenp nomanocteio ocaxnaercss npu pH 4,3—14,6, a xobanbt —
npu pH or 4,3 no 14,5. EcTs mekotopoe mnpoTHBopeune B paGoTax
®nska [668] u Bepra [461). Tlo nawnbiM @®asKa, HCNONB30BAHHLIE
Cenzenom [293) OKCHXHHOJNHHATH HHKeAs W KOGaibTa BHIAGAAIOTCS
KOJIHYECTBEHHO B OJAHHAKOBOM HHTepBaje sHatenuil pH.

Bepr orMeuaer, 4TO OKCHXHHOJNHHAT KOGA/NbTa BbIAEJNSIETCs M3 CJa-
GOYKCYCHOTO WI¥ HIENOYHOTO PACTBOPA, & COOTBETCTBYIOLIEE COEJLiHe-
HHE HHKeNf — H3 CHJIbHOYKCYCHOKHCJIOTO, COJepiKallero auerar
HaTpHus [31]. B npoTHBONOJIOXKHOCTb KOGANBTY HHKENb KOJHYECTBEHHO
Ocaxjaercs H3 CHIBbHOYKCYCHOKHC/JOTO pPacTBOpa B BHJ€ OKCHXHHOJIH-

- mara NiA,. Ho BBiAY TPYJAHOCTH MOJIy4eHHsi IOCTOSHHOH BecoBOMH (op-

vl Bepr [461] npexnaraer TutpuMmerpHyeckoe OKOHuaHHe. BuizeneH-
Huil 0CaloK OKCHXHHOJNHMHATA HHKEJs MPOMBIBAIOT Tenyoi Boxoil, pac-
teopsitor B 15%-woit HCl u tuTpytor OGpomaTomerpuuecku. Dyces
[54] yTOYHHJ YCJIOBHS THTPHMETPHYECKOTO MeTOJAa.
[anouaAnpoH3BoAnble 8-OKCHXHHONHHA He HalLIH NPHMEHEHHA A
IPABHMETPHUECKOTO OnpeJieielns HUKens. YCTORuMBOCTH OKCHXHHO-
JIHHATA HHKEIS 0OXapaKTepH30BaHa JAaHHLIMH, TPHBEIEHHBIMHA B Ta61. 28.

Ta6anma 28

YeToluuBOCTE OKCHXHHOAHHATA HHKEas
Mertoa pH-THTpOBaHHA CO CTEKJSHHBIM 3JIEKTPOIOM

Temne-

p;;"y- Ycaopua onpepeneHns lgK; | 1g Ka g B: | 1g Kg| Jlureparypa
9

20 p.=0.01 9.0 8,8 | 18,7 — [399,403]
20 p = 0,01 10,43| 6,97 20,4 | — [780]
25 5004-HBlil THOKCAH £1 51579, 95021 98] -~ [804})
25 709 -uuiit AHOKCaH 11,65/ 10,35 22,0 | — [927]
30 759 -Hblil AHOKCAH i M Ml e 75 [1240]

|
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Cepyconepxamume OPranHyeckHue peareunTts

PyGeanosojoposnas Kucaota (1HaMHul AHTHOLIABEJEBOH KHCAOTHI)
CyIIECTBYeT B HECKOJIbKHX TayTOMEPHBIX (opMax:

S=C—NIH, HS—C=NH HS—C=NH
| 2 | = é
Ocuosuasn dopma Kuncnornaa dopma Kucnotnan dopma
(THOaMHuA) (opHOOHOBHARA) (ABYXOCHOBHa#,
H30THAMHKL)

310 coeuHenHe GblI0 OTKPLITO eme B 30-X roax npouwioro croJe-
tHa [901, 1283]. Ero npuMeHeHHIO B aHAJHTHUECKOil XHMHH Tpejie-
crBoBan paj pa6or no cuuresy [674] u usyvenmio cBoiicT pyGeanoso-
nopoxnoit kucnorel. Peit [1071, 1072] nokasan, uwto 3TOT peareuT
06pa3yer OKpallleHHble MaJOPACTBOPHMEIE BHYTPHKOMIJIEKCHBIE COEH-
HeHHs coctaBa MeA, ¢ HuHKeneM, KOGAJIbTOM, MEABI0 U APYTHMH JBYX-
3apAAHBIMH HOHAMH. DTHM COEIHHEHHAM, HAa3BaHHBIM COOTBETCTBEHHO
pyGeanaramu, asropsl [64, 646, 796, 1072, 1282] npunuckiBaiT cie-

Aylouyio (opmy.y:

Bosnecenckuii [64, 65] onpenennn pacrBopumocTh pyGeaHoBopopos-
HOH KHCAOTH (B Moab/2) B Boge, 0,00 N u 0,1 N ammuaxe npu 18° C,
KoTopasi Okasanack pasnoit 0,0022, 0,0058 u 0,0122 coorgercTBenHO A/
Kaxaoro u3 pacrsopurened. Komucraura auccounmauun py6eanosojio-
poanodt kucaotel pKp = 9,52.

YcTaHOBMEH cOCTaB Ocajka HHKeNIsl ¢ pyGeaHOBOJOPOJHOH KHCJO-
Toit [65). B KpucraninyeckoM Ocajike pyGeanata HHKeNs CHPEHEBOTO
IBeTa, BbIAETEHHOro B caafoaMMHAuHOW cpene, nafineno 34,98% S
(Teoper. 36,20%), 32,80% Ni (reoper. 33,30%).

Mamora [196] npuBOAHT 3HaueHHs] NPOH3BEJEHHH PACTBOPHMOCTH
ansi coepunennit menu (pL, = 15,12), nukens (pL, = 14,96), ko6aJb-
Ta (pL, = 14,95). [lo anamorud ¢ HEKOTOPHIMH MepKanTHIAMH HHKe-
as Hencen [796] cuntaer BO3MOKHBIM CYIECTBOBAHME MOJHMEPOB

S—C=NH S—C—

i R o L
Ni L /Nl‘\

f.d‘/ \NH= ——S  HN=C—-o
Crpoenvie py6eaHoBOAOPOAHON KHCJOTHl YCTAHOBJIEHO DEHTIEHO=

rpaduuecku [907)
HS NH

T

s
C
NH/ H



'HO 10KA elll¢ HeT JaHHBIX O PeHTreHorpaduyeckHx HCCAEIOBAHHAX Py-
(GeanaToB JBYXBaJeHTHbBIX METa/IJIOB.

Jindennagutuokapbason, naspannubili  Pumepom [655, 656,
~ 695] auTH30HOM,

NH—NH—CsHs

§$=C
B \N :N--CcH.r,
. MpeJCTaBJIsieT TOHKHE MJACTHHKH (PHOIETOBO-YEPHOTO IBETa C MeTaj-
- JHYEeCKHM O6JIeCKOM; B TOHKOM CJIO€ OHH HMeIOT (hHOJIETOBO-KpPacHYIo
~ okpacky [121]. Pearent Mano pacTBOPHM B KOHLIEHTPHPOBAHHBIX MH-
. HepaJIbHBIX KHCJOTaX ¢ 06pasoBaHHEM MasIOyCTOHYHBBIX PacTBOPOB
¢HoseToBO-Kpackoro usera. B sensunofi ykcycHO# KHCJOTe Aaer pac-
 TBOPBI CHHEro IBera.
E B Ta6s. 29 yka3aHbl PacTBOPHMOCTb AHTH30HA B OPraHHYECKHX pac-
E TBOPHTEJIAIX H B BOAHOM PACTBOpE LIEJNOYH, a TAKKe 3HAUeHHs MOJsip-
~ HOro Ko3(ppHiuHenTa MOraileHHs AJs ABYX MAKCHMaJbHBIX MOJIOC MO-
| mIoumenus B pacTBOpax peareHTa JUIsi BHAMMOH 06facTH cnekrpa.

E Ta6auma 29
‘ PacTBOPHMOCTD JIMTH30HA M ONTHYECKHE CBOHCTBA €ro pacTBOPOB

3pavennsn €-1073*
PacTpopH-| Jlurtepa-
PacteopuTens MOCTD, Oxpacka Typa
2la 1-s noaoca|2-s moJoca
Boanbiit pactsop 20 22,0/447 OpauxeBo-enras [121]
HLeJI0H .
Xaopodopm 17,8 40,0/605| 16,0/455( Cnne-3edenas [573, 886]
Bewnaon 1,64 | 38,8/620| 20,8/450| TemHo-3enenas [121]
Yeruipexxaopucrhifi, 0,64 32,8/620, 20,0/450| H3ympyano-senenasn| [373]
yriepoa

* B snaMeHarteJe YKa3aHa Ayape (B MMK).

Jluti30H npuMeHsiercs JIA (OTOMETPHYECKOro ONpeJe]eHHst HHKe-
as v jasa kounenarpuposanus Ni, Co, Cu.

Jlustuaputuokapbamunat natpua (C,H;),NC(S)SNa kak pearedt
usBecteH nasHo [524]. OGpasoBanHe OKpamieHHOr0 KOMILIEKCHOTO CO-
enuHenus Hukens ¢ austuaaurnokapGamunatoM (JLITK) Gbl1o otmeyeno
B 1939 r. Toanangom u Purke [764), Ho sTOT pearent HCno/b30BaH s

TOMETPHYECKOTO OTpefe/ienus nukens awub B 1946 r. [404]. Tnen
u I1Isa6 [708] yxasanu, uro pacrsopst JUITK npu pH 5 u nixe GbicTpo
pasnaraiorcsi. [lpyrue uccaenosarenn [546] Taxixke noguepkusasH, 4TO
HOHbl HHKENsl CJeIyeT 3IKCTParHpoBaTh M3 LIEJTOYHBIX PACTBOPOB.
JIusTHAIATHOKAPGAMHHAT HATPHSl TNpHMeHsAETCs NPH (oTomMerpHye-
ckux (cM. crp. 113), THTpHMeTpHYECKHX MeToAax (cM. crp. 99) H Mero-
JAaX OTIeNeHHs HHKeNs.
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YeTolUHBOCTD KOMILIEKCOHATOB HHKeJIs

Ta6auma 30

Temnepa- .
Komnnekcon Tg’cpa, Cpepa Mertoj, onpejenesns Ig K Ig Ks g Bs Ig Ks Jlmgsary-

[lnaHoMeTHINMHHOIHYKCYC- 20 0,1M KCIl | pH-tutpoBanue co 6,20 4,97 11517 - [1122]

Hag kucaora CgHgOy4Ns CTEKJISTHHBIM 3JIeK-
TPOIOM

N-(Kap6arHoJImMeTH/1)HMIHO- 20 To xe To xe 8,02 3,88 11,90 — [1122]
JHYKCYCHasi KHCJIOTA
CeH1005 N2

N-2-OKCHITHAUMHHOJHYKCYC- 20 $ 50 i 9,28 4,97 14,25 10,83 [1122]
Hasa kuegora CgHpiOsN 30 ¥ B 9,54 ;15 14,69 — [1124]

2-MepKanTo3THIHMHHOIHYK- 20 » » B » 13,75 15 17,90 = [1122]
cycHas kuchora CgHpyOyN

ArunenanamMiu-N,N-guyKkcyc- 20 ¥ P, 13,75 5,91 19,64 — [1122]
Hag xucjaora CgHisOgN, 30 e $i5 430 — — — [1122]

2-Kap6oKCHIITHANM HHOAHY K- 30 Sl R i1 .4 - — — [551]
cycHaa xucnora C;HpOsN

3-OKCHIIPONHIEMHHOHYKCYC- 30 » oo 5y 9,1 9,7 14,8 - [552]
Hag KHcqota C;HiaO3N

2-MeTOKCHITHIHMHHOHYKCYC- 20 by ity 9,39 5,46 14,85 — [1122]
nasg kucaora C;H;zO5N

2-MeTH/ITHOSTHIHMHHOAH K- 20 ) g S ¢ 10,00 5,00 15,00 — [1122]
cycnas kucqaora C;H;sNS

¥ pamua-N,N-puygcycHas 20 » » Woai b — 3,3 —_ — [1123]
gucaota CgHgO;Ns

2-DTOKCHKapOOHHIHMHHOSTHI- 20 §oy ey 7,9 6,38 14,32 — [1122]
HMHHOJAHYKCYCHAsi KHCJOTA
CaH1606N2

PeHHIAMHHOHYKCYCHASA KHC- 20 0,1M KCI | pH-tuTpoBanue co 3399 — — — [1122]
gora CipHypOgN ' CTEeKJIAHHLIM

3JIEKTPOAOM

3,3-IuMeTHACY THIHMHHO/IH-
yKCyCHAasl KHCJ0Ta
CioH1904N

HurpusorpuyxkcycHas KHCJIO-
Ta CeHoOsN

AruNeHIHAMHHTETPayKCyCHAA
kucaora Cyolli50sNs

JIM3THAEHTPHAMHHTICHTA YK -
CyCHas KHcJjora C1aH23010N3

Kap6oKcHI3THIHMHHOARTIPO-
[THOHOBAA KHCJIOTA
CsH]gOGN

2-OKCHATHIHMHHOAUTIPOITHO-
nHoBast kucaora CgHyzO5N

Arugenguamun-N,N-punponu-
OHOBAsl KHC/OTA

HutpHIOTPHNPONHOHOBAS
KHCJI0Ta CngaOaN

Arunenguamut-N,N'-nyKkcyc-
Hasg N-N-aunponuoHosas
KHCa0Ta C]_gHgoOgNz

Arunenauamun-N,N,N’,N’-rer-
panponuoHOBas KHCJI0Ta
C1aH240sN»

|3

20

20

20
20
20
20
20
20

30
20

30

30

30

30

30

30

To xe

e
=101

0,1M KCl
To xe

ju= 01
0,1M KNOs
p=01

To xe
» »
0,1M KCl1

To xe

: et g

To xe

» b

Pacnpenenenne

»

»
IMonaporpadus
CnekTpodoTOMETPHS
Pacnpejenense
CnexTpodoromMeTpus
pH-turpopanue co

CTeKJISAHHBIM
3JIeKTPOIOM
To xe

8,70

11,26+
+0,07
11,54

18,45
18,56
18,62
17,4

18,36
17,5

20,21

9,0

15,5

91

7,41

1 B T S N

]

16,11

SE [1122]

5 [1126]

3 [1187]

[1125]
[1127]
[932]
[928]
[1187]
[771]
[619]
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= [551]
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L
ok HShe]
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Amvunononunkap6oHOBEHE
(koMOIeKcoOH hi)

[llupokoe pacrnpocTpaHeHHe B AHAJHTHUECKOH XHMHH NOJYYHJIH
gommiekconsl [280]. HauGosee m3yueHn 3THIEHIHAMUHTETPAyKCYC-
naa kucaora H, Y (QATA) u ee natpueBas conb

HOOC—CH, CH,—COOH

KHCJOTEI

s
N—CHg-CHg-—N/
HoochHg/ \CH :—COOH

3uauenus CTyNeHYaThiX KoHCTaHT auccomuauud DJTA - paBuui
pKY ="42,21, pK2= 42,76 [146, 280), pKh= 16,16, pKh=
= 410,26 [553]. Munumym pacreopumocts SATA (3,5 -107¢ moavla)
Habmonaerca npu pH 1,6 [280]. Kommaekcon III zoBonbno xopouwo
pactBopuM B Boge: npu 21° C B 100 m2 HachlleHAOrO BOAHOTO PacTBO-
pa conepxutces 11,1 2 conu [1121). Pacreopsr kommiekcona I11 umeior
cra6okueayio peakmuio (0,1 M pactrop umeer pH 5).

B Ta6i. 30 npusesenbl KOHCTAHTH YCTOHYHBOCTH KOMILJIEKCHEIX COe-
IVHEHUH HUKeJNs ¢ KOMILIEKCOHAMH.

lllasesesas KMcJ0Ta B OKCHKHCJIOTHI. 1lpu onpenejeHHH HHKeNs
C TPHMEHEHHEM Dsdjla OPraHWYEeCKHX DearecHTOB MeEIlalONIHe 3JIeMEHTHI
MacKHPYIOT OGBIYHO OPraHMYeCKHMH KHCJIOTaMH: LaBeJIeBOH, BHHHOM,
JHMOHHOM. JlaHHble 10 YCTOHYHBOCTH COCJHHEHHH HHKe/Nd C 3ITHMH
JHTaHAaMH npuBogarcs B Tafa. 3l.

Tabaunma 31
YcTolu44BOCTE KOMIISKCHBIX COSMHEHHH HUKEAs] ¢ OPraHMuecKHMHA KHCAOTAMH
Temne- .
CocTa® COBUHCHHS pg?‘,_ Cpena Merog onpepenenns | pK; | lgf3s p?-?;;;
G
W |
Ni (oxe.) 18 | p=0 [Daexrpomposoj- 53] — |1979)
[ i HOCTh
[Ni (oxe.)]>" 25 u>0,1 |Tepmofunamude-_ — | 7,64 | [392]
| cKuil
[Ni (oke.)s]2” 20 jh==1 [Pacnpeneﬂenue — | 7,88 |[1187]
[Ni(OH) (mutp.))*” | — — {MToresunomerpast (13,32 | — | [338]
[Ni (murp)l™ — (Kucaas cpe-'To xe 4,99 — | [208]
Aa
[Ni (gurp.)]2” — |CnaGomenou-| » » 5,27 | — [[208]
Has cpeja |
Coepnnenne ¢ ca-| 30 759%-uuii  pH-TuTpoBanue co | 3,2 — 114240}
JMIAJIOBOH  KHC- Juokcan | CTeKJAHHBIM
JIOTOH 3eKTPOAOM
Coenunenue ¢ BuH-| 20 | p=0,1 !Pacnpe;[e;tem{e 5,42 | — |[1187]
HOH KuCJ0TOfH I i
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AMHHBE

Huxenb nerko o6pasdyer KOMNJEKCHbHIE COEJHHEHHA C NHPHIHHOM
H APYTHMH OPraHHYeCKHMH aMHHAMH. DT COEQWHEHHS PEAKO MCIONb-
syloTes AJIs MPAMOro Onpe/e/ieH sl HHKeJsl, HO NPeJCTaB/IAIOT HHTepPeC
JUISI MACKHPOBKH HHKEJS MPH ONpe/leleHHH APYTHX 3eMenToB. B Talur.
32 npuBejeHbi KOHCTAHTH YCTOHUHBOCTH KOMILIEKCHBIX COEJHHEHHH C
HEKOTOPBIMH aMHHaMH.

[upuauy, sasscs ciabbim ocHoBanueMm (Kp = 1-1077), o6pasy-
€T C HUKeJeM DSl KOMINIEKCHbIX COelHHeHHH, He OTIHYaouuXcs Golb-
woit yeroiuusoetbio. [1o ycrTofiunBocTH K HAM OJH3KH COEJMHENHS C
STH/IEHIHaMHHOM.

Heckoabpko 60gee YCTOHYHBHI COEAHHEHHA C 2,2-1maMHH/ R POIH-
JIEH{HAMHHOM, TPHITH/JICHTETPAMHHOM, STHIaMHHOM H (peHaHTPONHHOM.

CanuuunaibaMuiel, SIBASIONIHECd NPOAVKTAMH KOHJEHCalHH ca-
JIHIIAIOBOrO afberHa, aMMHAaKa WK Pas3jindHbiX aMHHOB (apomaTu-
YeCcKOro M JKHPHOTO PsijloB), 06pa3yloT BHY TPFKQMIIEKCHbIE COEHHEHH

C HHKeJIeM;
> b, Wty D
N== \N{‘/ \—;>

i,
s HC==N N==CH

| |
H H

CanuiliaaAMMHEAT HEKes XOpOLIO pacTBOpsieTcss B NHpHIMHe, o6pa-
3y PacTBOPHI KEJATOTO 1BETa; PACTBOPUMOCTH €r0 B BOJE COCTABJACT
2,86-107° moas/2 [315].

AMHHB, cOfepXal e a3o-rpynny. [TupuruHoBbIe
a30CoeiUHeHHA, COAepKallne OKCH-TPYIIY B OPTO-NOJNOKEHHH K JH-
a3orpyfie, KaK peareHThl GbUlH H3YYeHbl CPABHUTEABHO Maso. ITH co-
eAMHEHHS, BrepBble CHHTe3HpoBanHbe Ununbaouupiv B 1915 r. [345,
346], 10aTOe BpeMs He MPHMeHSAHCh B XHMHYecKoM anannse. Haunnas
¢ 1955 r., OuM CTaJH NPHUMEHATHCA KaK KOMIIEKCOHOMETPHYECKHE HH-
JHKATOPHI, HEKOTOphle ObLIM PEeKOMeHAOBAHLL Al (OTOMETPHULCKOro
onpexenendss HAKels. DBoabliee pacnpocTpaHeHHe MOJTYYHIH 1-(2-
nupuanaaso)-2-nadgron (PAN) n 1-(2-nupuiunaso)pesopuH (PAR):

/ S
() >~\ KJ L
e —N=N-— —OH
s T Y g
OH OH
1-(2-TTupupnnazo)-2-naproa {-(2-TTupuannaso) pesopun s
(PAN) (PAR)

1-(2-TTupuaunaso)-2-vaproan (PAN), no panub ITic n Buibamca
{1030}, moxer HaxoxuThca B Tpex ¢popmax: npu pH < 2 noayyarores
PacTBOPHL COCJHHEHH7A KeJNTO-3eeHOro uBeTa ¢ Kp = 1.26-10°%
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Ta6banuma 32

YeroHuHBoCTh KOMIMIEKCHBIX COEJIMHEHHH HHKeJass ¢ aMHHAMM

1
= Jiure-
o MeTon onpefene-

Pearent 5o Cpena }mﬂp lIgK; | lg K |lg Ko 1g Ba | PaTY-
B 5

IMupuiin 2n 0,0M | pH-TuTpoBanue 78 | 1,05 |0,31| 2,82 | [634]

CsHsN, CO CTEeKJSIH-
HNO3 HbIM 3JIeKTPO-
oM
STHIEHTH- 25 | p=1,0 |pH-rurpopanue |4,104(3,054 1,364 | [1256]
" aMHH 4 0,1 0,4
2,2-Tuamu- | 20 0,AM pH-turposanue | 10,7 | 8,25 18,95| [1063]
HOLMITHI- KCl CO CTEKJIAH-
MEH HBIM  3JIEKTPO-
oM
30 To xe |To xe 10,81| 8,14 | — [ 18,95| [808]
40 » 2 | » > 10,54 7,83 | — | 18,37| [808]
Mponuaenu-| 30 [ w=0,5 | pH-TurpoBanue 7,41| 6,30 |4,29| 18,0 |[905a]
aAMHH
@ eHaHTPO- 20 [p=0,1M|To xe 8,80/°8,30 [7,70| 24,80 [409]
JHH NaNOs
— — CnexrpodoTo- — — | — | 18,3 | [584]
MeTpHs

(kucaas ¢opma); npu pH > 2 — HepacTBOpHMOe B BOJie COeJHMHEHHE
xeaToro usera; npu pH ~>11 — coepunenne xpacHoro usera ¢ Kp=
= 6-107'3. 3nawenus Kp naiizensl j1a pacrBopoB B 20%-HoM
nuokcane npu p = 0,08. Ilpu pH 1—2 pacTBOpE HUMEOT TpH Mak-
CHMaJIbHBIE 1T0JIOCH NOTJIoLenHsi: npH 275, 323 u 425 umk.

Pearent ¢ HukeseM 0GpasyeT pacTBOPHMOE COEIHHEHHE KPacHOTO
IBETa, KOTOPOE IKCTPArHPyercsl MOJNSPHLIMA PACTBOPHTENSIMH — CHHP-
TaMH (H.GYTHIOBBIM, H30GYTHJIOBBIM, H30aMHJIOBLIM), 2 TAKKe YeTh-
PexXXJIOPHCTHIM yriepooM [553]. M3yueHbl yc/lIOBHS 3KCTPAKIHH CO-
enunenus nuxens [1141]. KommnuiekcHoe coenunenue Hugenasi ¢ PAN
MeHee ycroiiuuso, yem coenunenue ¢ DJTA [462]. Ouo obpasyercs
npu coornomennu Ni: PAN = 1:2, pacrBopsl ero HMEIOT MakCH-
MaJIbHBIE [OJOCH morJoulenuss npu A = 530 1 570 MK, e57p sux =
= 50 000 [1303]. Opyrue apropwr [575] mamm ycrofiumeocts o6pa-
sytomerocst kKommiekca lg 8, = 25,3; 1gB,=23,0 [465].

Fuunuukosa u Commep [762], u3yyasi crnekTpodOTOMETPHUECKHM
MeTOJIOM [OBeJleHHe BOJHOro pactBopa 1-(2-nupHaniIaso)-pesopuHHa
(PAR), ycTaHOBHJIM CYIeCTBOBaHHE IIeCTH (POPM, HMEMIHX MaKCH-
MaJIbHOE TOIJIOIEHHE B PA3JHYHBIX YYacTKaX CIeKTpa:

H;R*" B 90%-n0#t HySO4 (Ayaxe = 433 mmx); H,R*" B 50%-noit H,SO,
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(haxe = 390 mmx); HyR* npu pH < 2 (Ayake= 395 mmx); HoR npu pH
2,1—4,2 (hyaxe = 385 mmx; Kp = 1:10%1); HR™ mpu pH 4,2—7,0
(Ayaxe = 413 mmx; Kp = 107°); R* mnpu pH 10,5—13,2 (Ayaxe =
= 390 mmx; Kp = 107'1:9).

B amerarioM 6ydepnom pactsope (pH 2,5—6) PAR oGpasyer coe-
nurenne ¢ Ni [7621. Ero ycrofiunoctb onpenenena PpaisepoM ¢ cOTp.
[575), 1gB,=26,9. ;

JICC/IeIOBAHBI TAKIKE KOMILIEKCHbIE COSIHHEHHs C peareHTamu Gius-
KOr0 CTPOGHHSI, C CATHIHIMMHLOM-2-aMHHOIINPHAHHOM, 2-(0-oxcude-
HUTMMHHOMETH/)THPUANHOM H Gen30/1a30pe30puHHOM [12071.



IF'rasa 11
OBHAPY)XEHUE HUKEJ4

Ilpu anannze NpHPONHLIX COEAMHEHHH, CIIIABOB H YHCTHIX METAJJIOR
pPeKOMeHAYeTCs pPsili METOIOB MepeBe/ileHHs O0LeKTa B PAaCTBOPHMOE CO-
crosuue. [louTH Bce YA, colepiKallie HHKeNb, PACTBOPHUMEL B CMeCH
HCI u HNOg; B oTmenbHbIX cayuasix A PYI, COLEPIKALUIMX MBIIIBSK,
CYPbMYy H CE€pPY, B KayecTBe PacTBOPUTENIA HCMOJbL3YeTcsd KOHIEHTPH-
poBanHaa cepuas KHcaora. FHorza npH ofpaGoTke KHCJIOTaMH He
JIOCTHraeTcss MOJHOTO PACTBOPEHHs, TOrJa OCTATOK CIVIABJIAIOT ¢ Kap-
6onatoM Harpus. CUIMKATHBIE NOPOJbI TAKKe PEKOMEHIYeTCs CIIaB-
JISIThb ¢ KapOOHATOM HATPUSA.

I/ KauecTBeHHOTO 06HAPYKEHHS HHKeNd NPHMEHSIOT XHMHYecKHe
MEeTONEl, MoJsporpabHYeckuii METOA, METOH IIJIaMeHHOH (OTOMeTpHH
H PagHOaKTHBAUHOHHEIC METOAbI.

1. XHMHUUYECKHE METOJibl OBHAPYXEHUS HHUKEJIA

Ko6aabT 06bIYHO COMYTCTBYET HHKEIO, IOSTOMY B PaccMaTpPHBaeMbIX
MeTOIaxX BCerja MpelycMaTpPHBAeTCsl BO3MOXKHOCTL OGHApyMeHHsi HHU-
KeJii B NMPHUCYTCTBHH KOGajbTa. B OTZENBHHIX CJAy4yasXx NPH aHalH3e
C/IOXKHBIX OOGBEKTOB (MHHepasioB, PYA) HEOOXOJHMO INpefBapHTETbHOE
OTeJieHHe OGOMX 3JIEMEHTOB 3JEKTPOJH30M H3 aMMHA4YHOTO PacTBOpA
[34, 332a] unu ocamxnenuem B BuIe cynbdunos [736].

OGnapyxeHue HuKe/si HeOpPraHMYeCKHMH peareHTamu

Pas0aBieHHblid BOAHBIA PACTBOP AMMHAKA BhbIe/JsieT H3 KOHIEHTPH-
POBaHHBIX PAacTBOPOB COJIeH HHUKE/s . OCaJOK OCHOBHOH COJH cBeT-
JIO-3€JIEHOTO LIBeTa, PACTBOPHMBIH B H30LITKE aMMHAaKa ¢ 00pa30BaHHeM
komnuiekcHbX coepunennfi [Ni(NHj), %" 1 [Ni(NHg)el**, orkpamennnix
B cHuuil uBer. 'ekcaammuaxkar Hukens ¢ KBr o6pasyer mamopacrso-
pumoe coenunenre [Ni(NHg)q]Br,; ocafok OKpaiieH B aMeTHCTOBO-
¢dHONeTOBLIH BT, NepXsaopaTr aMMOHHSI BBbIJEJsIeT OCajoK TroayGoro
ugera INi(NH;)6l(ClO,), [46]. KoGanbT naer aHalOTHYHOE COEIHHE-
Hue [Co(NHjg)l(CIO,), x)ento-kpachoro usera.
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Tuokapbonat kanua K,CS; ¢ amvmuakaraMHu HHkessi ob6pasyer pa-
CTBODHI, OKpallleHHEle B KPacHO-GypbiH IBeT; MPH MaJibiX KOHLEHTpa-
LHsIX HHUKEeNsl NOJy4aloTcsi PacTBOPBl po30Boro usera. Kobaabr (II)
onpejeieHnio He MemaeT. Mapranen H UHHK Memator [42].

Luanuy kaaus ofpasyer OcafiOK LHanHIa HHUKEJs KeJTO-3eJIEeHOro
nBeTa, PacTBOPHMEIH B H306bITKE peakTHBa ¢ 06pa3s0OBaHHEM HOHOB

a e
¢ g
Puc. 2. Kpucrannum KePbNi(NOg)s (entoie) o i s
Yeenuucuune B 150—200 pas @ é =
e

INi(CN)4]* xenrtoro nsera. B oraimume ot kobGasibra, KOTOPHIl JaeT
6osee ycToHuMBOE IMAHHIHOE CcOeIHHeHHe, NpH pecTBuH Br, na
[Ni(CN)41* Bbipensiercss ocanok uepnoro usera Ni(OH)s; koGambT
ompenenenno He Memaer [42, 1711

Peppounanun kamms K, [Fe(CN)gl ocampaer uonsl HuKessi, 0cagoK
tdepponyannaa HHKEIs HEPACTBOPHM B KHCJIOTaX, HO PacCTBOPHM B H3-
ObiTKE  KOHIEHTPHPOBAHHOIO pacTBOpa aMMHaKa; NPH BCTPAXHBaHHH
5TOTO PacTBOpA BBIAENSIIOTCS KpHCTaMIbl cipereBoro nseta [Ni(NH;)g]s-
- [Fe(CN),l [46].

Fuppokapoonar (HCOj;) ofpasyer ocajlloKk CBETJIO-3eJE€HOTO 1LBETa,
HepacTBOPMMEIH B H30LITKE peaKTHBA, B OTIHYHE OT KoGanabTa. Ilpu 1o-
GaBsieHHH GPOMHOH BOILI M HAIPEBAHHH BBIJENSIETCS OCAlOK CHHE-uep-
Horo 1erta. [Ipenensnoe pasGasmaenne 1 : 500 000 [684].

Hurpur nukens, ceunna u kanusa K,NiPb(NO,)s o6pasyercs B yk-
CYCHOKHCJIOH cpefie B BHIE KPUCTAJJIOB, HMEIOWIUX (popMy KyGOB H OK-
TasApoB (puc. 2), OKpalleHHLIX B 3KeJTHI MM Gyposatbiil mper. [lpe-
nenbHOe pasGasienue 1 : 125 000; moxuo ob6napyxkutrb 0,008 ke
Ni [159].

Jns obuapyxenusi HHKeJNsl B NPHCYTCTBHH Kobasbra [159] ocazox
cyJAbhHIOB 3THX 3JEMEHTOB patTBOPSIIOT B Heckoabkux Kamiax HCI
¢ noGasaennem I1,0, pacrBop BBIIapHBAKT AOCYXa, PacTBOPSIIOT OC-
TaTOK B 1—2 Kanjisix BOJBI, BBOASAT KPHCTANJHK HHTPHTA HATPHS H H3-
ObITOK  yKcycHOH KucaoTthl. OGpasyercsa ocanok K,Na[Co(NO,)gl.
B ¢unbTpare or ocanka o0Hapy:KHBAKT HHKeNb JAHMETHJIHOKCHMOM.
K kanse wucnbityeMoro pacrtsopa 100aB/sIOT H3OBITOK HacBIEHHOTO
pactBopa MOJHGIATA aMMOHHS H NoOZorpeBaloT npuMepro o, 70° C.
B 3aBHCHMOCTH OT KOJHYECTBAa HHKeJSl Cpasy HJH uYepe3jHEeKOTOpoe
Bpemsi BbiffesisieTcss MOHGIAT HUKeNS B BHIe HeOONBLIHX IIACTHHOK.
AHasnorHunbie KpHCTaJIbl o6pa3yeT IHHK. B npucyTcTBHH KOGalbTa
pacTBOp OKpaIllMBaeTcsi B PO3OBHIH IBET, HO Ocajlka He obpasyercs
[159].
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Mepawt ¢ Gypoii 1 docarom Hatpus. [lepa Gypol B OKHCAHTETBHOM
IJ1aMeHH OKPAUIHBaeTcsi B KPAacHOBATO-KOPUYHEBLIA UBET COJAMH HH-
keas BeaeacTue obpasoBanusi Na,Ni(BO,);. OGnapyxuBaeMblid MH-
uaMyM 5 mxe Ni.

ITepa docata HATPHA NPH CIVIABJIEHHH C COISIMH HHKENS B OKHC-
JUTEJIBHOM IIaMEeHH B rOpAYeM COCTOSHHH OKpallleH B KpacHOBaro-
KOpHUYHeBbIi I[BeT, HAa XOJOAY MepJ] HMeeT IIBET OT XKeJITOr0 10 KeJITo-
kpacuoro. OGuapyKHBaeMblii MHHHMYM 7,5 mxe Ni.

OfHapykeHHe HHKeNs OPraHHYeCKHMH peareHTamH

HauGouaee gacto A5 OOHAPYKEHUS HUKEAA NPUMEHAIOTCA AMOKCH-
MBI, T71aBHLIM 00pasom auMeTHaaHokcuMm'. Kpayr [868] eme B 1906 r.
NPHMEHH] €ro i OOHAapyMKeHHs HHKeJs B 30/€ yried.

Crenyer OTMETHTB, 4TO BCe OKCHMBI PearHpYyIOT ¢ rajijajiueM, o6-
pasysi OcallkH JKeJTOTO IIBeTa, HO B 3HAYHTEJbHO Gojee KHCIOH cpene
(2—5 N HCI). Bo Bcex cayyasx ocalok NaJialusi, BblIeTeHHbIH B 60-
Jee KHCJIOH cpejie, MOXKeT ObITh OT/eJieH H 3aTeM B HCILITYEMOM PacTBo-
pe NnpH HelTpaqH3alHH aMMHAKOM OOHapyXeH HHKENb.

[Ipn HCNONB30BaHHH AHOKCHMOB JUIsi OOHAPYXKeHHs HHKeas MEaioT
xeneso (II), kobanbr (II), koGaabr (III), mems (II), oGpasylouine
CPaBHHTEIBHO XOPOIIO PAaCTBOPHMblE COEIHHEHHS IKeJITO-KOPHYHEBa-
toro (Co), sexenoro (Cu) u pososoro (Fe (II)) nseros. [lns obnapyxe-
HAS HHKeJsd B IPHCYTCTBHH yKa3aHHBIX 3/7eMeHTOB (kpome Pd) peko-
MeHAyeTcss OcajoK NHOKCHMATa HHKeas OTQUILTPOBATH WJIH OTIEIHTH
nentpudyraposanneM. COBMECTHOE NpPHCYTCTBHE »Kele3a M Ko0albTa
ocJ0XKHSeT 00HApYKeHHe HHKeJIS; B 3TOM cJy4ae pPeKOMEHAyercs K pa-
crBopy aoGasute H,0,, Harperb pacrBop, paspyLIHTb H3GLITOK OKHC-
JAHTeNsA, NPHOABHTL BHHHYIO KHCJIOTY H NPOBECTH OOHapyXKeHHe HHKe-
J4 JIHOKcHMaMH (cM. ctp. 48—50).

Jumerunguokcum. 1Y%-Hbl 5TaHOJBHBEIH pacTBOP B IPHCYTCTBHH
aMMHaKa WM aneratHoro GydepHOpPro pacrsopa B cJaabolIeloqHOM
cpene JaeT OCajoK KPacHOTO 11BeTa, PAcTBOPHMbIA B XJopodopme HIH
Gensose ¢ 06pa3sOBaHHEM PaCTBOPOB JKEJATOro IBeTa. B mpHCyTCTBHH
aMHJIOBOTO crnupTa ocamok duotupyercd Ha Tpanune paspesa as,
3TO yBeJHUHBaeT WYyBCTBHTENBHOCTh oO6GHapyxenHs. OGHapyxKuBae-
Mblil JHMeTHAIHOKCHMOM MHHHMyM (B mce Ni) 0,2 [202], 0,16 [320];
0,1 [147]; 0,002 [159]; npesenvnHoe pasGaBaenne 1 : 500 000;
1:1 000000 [159]; 1 : 400 000 [139]. Ilo nanueiM Yyraesa, 4yBCTBH-
TeabHocTh paBua 2,5-107% 2/ma [349]; Bpyuk [506] moxrsepmun Ta-
KYIO YyBCTBHTE/BHOCTb.

Ins obHapyxeHHA HHKeJs B NPHCYTCTBHH OOJBIUHX KOJHYECTB
Wele3a Ha MJIACTHHKY [OMELIAloT IOC/Iel0BaTe/IbHO M0 OAHOH Karuie
HCNBEITYEMOTO pacTBOpa, HACHILIEHHOrO pacTBOpa TapTpara HaTpHs H
JAB€ KalJiH 3TaHOJbHOrO pacrBOpa AMMETHIAJHOKCHMA. Ocaﬂox JHUMETHJI-

1 Mnu pacTBOp AHMETHJIJAHOKCHMA B IIe/I0YH HJIH aMMHAaKe.



JHOKCHMATa IOAHHMAETCs Ha MOBepXHOCTb, 06pa3yd koabuo. O6uapy-
KupaeMmblit MuHHMYM 0,5 mxe; npemensnoe pas6asienue 1 : 100 000
[320]. YyBCTBHTENBHOCTL MOXKHO MOBBICHTH, €cili OOHapyMKeHue Ipo-
BOAMTH Ha Gymare, NpeaBapUTELHO MPOMHTAHHON PAcTBOPOM AHMETHJI-
JNHOKCHMA M BHICYlWIEHHOH. B 3THX yCJOBHAX MOMXKHO OOHapyXKHTb
0,015 mxe Ni; npegeasnoe pasbasaenue 1 : 3 300 000.

Conn ko0albTa B GOIBLIMX KOJHYECTBAX OCJIOXKHAIOT oOHapy:KeHHe
HuKeas. B 5TOM ciiyyae K pacTBOpPY COJIH HHKeJIS H KOOalbTa IPHIHBAIOT
KoutentTpupoBaunnit pacreop KCN u 3%-uuifi pacrsop H,O, no pac-
tBopenus ocaika. K pacrsopy muanmmos [Ni(CN),J2~ u [Co(CN)s*~
no6asasiior pactophl 40%-Horo dopmansieruaa 4 1%-HOro QuMETHI-
JaHoKcHMa. B mpuHCyTCTBHM HUKenst BhiAeAsieTCs OCANOK AMOKCHMATa
uukeasi. OGHapyKHBaTh HHKEIb B MPHUCYTCTBHH KOGalbTa MOXKHO TaK-
e, NepeBojs NOCJE]HHIT B aMMHAYHOIl cpejle IPH A0CTATOYHON KOHIEH-
TpallMi XJOpHAa aMMOHHS M JHMETHJIVIHOKCHMA B KOMIVIEKCHOE CO-
exunenne [Co2NHy(HD),I".

OcofenHo 0c/I0KHEHO oOHApyMKEeHHe HUKeNas [PH COBMECTHOM IpH-
CYTCTBHH €ro ¢ KoGaJbTOM H JKeJe30M, KOTOpble AAIoT CoeJHHeHHEe
FeCoC,;,H;406Ng [1262].

Huxkens B 3TOM cayyae o6GHApYMKHBAIOT B CJIEAYIOUIHX YCIOBHAX.
B MaJleHbKYI0 KOHHYECKYI0 MPOGHPKY BBOAAT 1—2 KamaH HCNLITYeMO-
ro pacTBOpd, COIEpIKallero HHKeNb, IPH HarpeBaHHH J06ABJIAIOT KOH-
nentpupoBauubiii pactBop KCN g0 nonyuenuss npospauHoro pacrtso-
pa, 3aTeM BBOASIT Ha KOHUYHMKe LUMAaTeJsi TBepPAblH IHMETHJIIHOKCHM H
HecKOAbKOo Kanenab 40%-noro opmanbiernna, lepeMeliHBalOT U LEHT-
pugyrupytor. Ha ane npobupku obpasyercss ocafOK AHMETHIIHOKCH-
mara HuKeas [645].

[Ipumenenne OyMaru, MpeiBAPHTENLHO TNPONUTAHHOK AUMETHI-
JIHOKCHMOM H BBICYLIEHHOMH, MO3BOJsSEeT 00HApY:KHBaTh HeGoOMbIINE KO-
JMIYECTBA HHKEIS B NpHCYTCTBUH KoGanbra M Meau. Ha Gymary HanocsT
KanJio HCHBITYeMOr0 pacTBOpa H NPOMbIBaloT Oymary pas6aBieHHbIM
pacTBopoM ammuaka. Okpallennpie coeuHenHsi KoGasibTa H MelH pac-
TBOPSIIOTCS, @ PO30BOE MSITHO COeJMHeHHS HHKeas ocraercsi. O6Ha-
pyxuBaempii  mMupuMyMm 0,8 mxe Ni  (npeaenbHoe pasbasieHune
1:62 500 B npucyrcrBuu 1250-KpaTHOro KomHyectsa KoGaabTa M 1,7mKe
Cu) u npegenbHoe pas6apaenue |:29 400 B npucyTterBun 590-KpaTHoro
KoJHyecTBa Mean [320].

Jnst ofnapyzKenns HUKeIs B CIVlaBaXx H HHKeJHPOBAHHLIX NpeiMe-
Tax Ha NOBEPXHOCTb 0GBEKTa, NPEABAPUTENbHO O0e3KHPEHHYIO 3(H-
pOM, HAHOCAT OJHY KaIlIiO HACHIIEHHOrO 3TaHOJBHOTO pacTBOpa JH-
MeTHIHOKeHMa., K 3TOMy MecTy MOBEPXHOCTH OCTOPOXKHO NPHK/AALb-
BalOT (DMJIBTPOBANILHYI0 Gymary, Ha KOTOPOH B NPHCYTCTBHH HHKeNS
OTYeTJIHBO BHICTYNAeT PO30BOe MNATHO JAHOKCHMara HHkens [320].

OpurunanbHblfi MeToj OGHAPYMHKEHHS HHKeA JUMETH/AHOKCHMOM
B npf{cyrcrauu 6pOMHO# BOIBI H 3€PeH aHHOHHTA NpeiIoxHa PyHMOTO
[692].

" AHaNHTHYECKAH XHMHA HHKens
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© Jlnsa o6HapyKeHHs HOHA HHKEJIS MOTYT GbITh HCNOAB30BaHbl MHKPO-
KpHCTaNI0CKOTHYecKHe peakuui. Ilpn JoGaBJienuH K KanJe pacTsopa
HHKeJs HECKONBKHX KPHCTAVIOB JHMETHJJIHOKCHMA HJH KalllM ero
aMMHAYHOIO PACTBOPA BEIENSIOTCS TOHKHE HIJIEI, 4acTo 0Gpasyiomue

\ X
//}/ Pue. 3. Kpueraaas fnokcHMara HHKeNs (KpacHble)

Veeauuenne B 10—15 pas

\

Ny4KH KPHCTAAIHKOB (puc. 3). B ofbldHOM cBeTe OHH HMEIOT PO30-
BYIO okpacky. Kpucraans o61alalorT Pe3sko BhipaMeHHOH AHXPOHYHO-
creio. O6uapyxuBaembiit munumym 0,002 mxe Ni, npenennnoe pas6a-
Baenne 1: 1000000 (cm. puc. 3). Coueras ykasauublit METOX ¢ MHIYIH-
POBaHHBIM OCakIeHHeM B BHJe cMellanHbIX KpHceramtos Zn [Hg(SCN), |
1 Ni[Hg(SCN),], MmoxkH0 noBbicHTb YYBCTBHTENbHOCTD 10 0,0005 pke/ma,
npeienbHoe pas6asaenne g0 1:2 000 000 000 [159]. 5000-kpatHbie
KoJHYecTBa KoGasbTa He MELIAT ONpeleneHHio.

a-BeH3MAHOKCHM BBIIENAET OCAL0K HHKEeIs KPacHO-OPaHKeBOro
orrenka B Kucaoi cpege (pH 4—5). Peakuusi GoJsiee uyBcTBHTeNbHA,
yeM ¢ JUMETHJANHOKCHMOM, TipelenbHoe pasbasmenue 1 : 10 000 000.
Onpenesennio MemaloT Teé Ke 3JeMeHTHl, YTO M NPH O6HAPYKeHHH
nuMeTHagnokcumom [420, 544 642]. B oruere MexayHapoaHOil KOMHC-
CHUY TO HOBLIM aHAJWTHUYECKMM peaxrtsbam 3a 1948 r. [283) ormeua-
ercsi, UTO HOHBl XpoMa M KoGanbTa NpH NpeiebHOM OTHOUIEHHH HX K
HHKeno Kak 10 : 1 cHHIKAIOT YyBCTBHTEILHOCTD (MpefenbHoe pasbapiie-
nue 1 : 500 000), Ho He MemwaioT oGHAPYKeHHIO HUKensd. HMonbl menu
NpH TOM e COOTHOIIEHHWH He MEIIAlOT, HO YMEHBIIAIOT Ipefe/bHoe
pasbaBaenue 70 1 :10000. Anmomunu#, XKeaeso, 1IHHK, MapraHel He
MemaT npu coorHomenuu po 100 : 1

JIHOKCHM UMKJOreKcanjnona (HHOKCHM) 1M03BoJIsieT 00HApYKHBATh
HUKEJIb B pacTBOpaXx ¢ GOJbLLIIMM HHTEpBajsoM kucjaorsoctH (pH 3—
11); o6pasyercs ocajjok po30Bo-KpacHoro nsera. Ilpenenbnoe pasGas-
aenue 1:2500000. KoGansT He Meniaer o0HapyKenuo HuKess B caabo-
ammHaugoM pacrsope [1253]. B nprcyTcTBHM XKele3a YyBCTBHTENbHOCTD
Oo6HapyKeHUss HHKEJsi He H3MEeHseTcsi laxe [IPH OTHOLIEeHHH 3THX 3Je-
menToB 2000 : 1. Mounbl kob6asibra, Bhi3bIBalOIME KEJATOe OKpalliBaHHe
pacTBopa, He MelalT OGHApy:KeHHI KoGalbra; Melb A0MKHA ObITh
ylanena.

a-Qypuaguokcum B caaf0aMMHayHLIX PACTBOPAX M B all€TaTHOM
OydeproM pacTBope 06pasyer ¢ HHKeIeM OCalloK KHPIHYHO-KPACHOrO
usera. IIpenenbnoe pasbasiaenue 1 : 500 000 11173).

JIMOKCHM LMKJIOrenTaHjAHOHA (renmxcum) B3aMMOJEHCTBYET C HO-
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. gaMy HHKeas B Kucaol cpeme (pH 2,7), B ueifitpanbuoit W 1nen0qHOH
' cperne, npuueM B GoJee MEJIOYHOI, YeM Bee Apyrue anoxcumsl (pH 12).
. DTOT peareHT Mo3BOJisieT 0GHAPYKHBAaTh HHKEJb B MPHCYTCTBHH OYeHb
- HOJILINOTO YHCJIA 3JIEMEHTOB. :
: MoHOOKCHM JAHaleTHsa B aMMHAYHOM pacTBOpe 06pasyer ¢ HHKeJIeM

ocajlok Kpachoro usera. Ilpenensroe pas6asaenne 1 :300000. O6uapy-
| eHne NPOBOLAT HA KATNBHOH NJIACTHHKE WM B MaJeHbKOH KOHHYe-
~ ckoii npo6upke. [IpenBapurenbHO OTOUIBTPOBHIBAIOT OCa)JECHHbIE aM-
~ MHaKOM THAPOOKHCH M A00aBAAIOT K (QHJABTPATY KAIUIIO 3TAHOJBHOIO
. pactBOpa pearenta. B NpHCYTCTBHH HHKeNsi Yepes HECKOJbKO MHHYT
~ BBIIENIAETCSA 0CaJ0K KpacHoro useta. Kob6anbT OMpe/Ie/IeHHIO He MEaeT;
~ Mefib JOMXKHA OBITH yhaJeHa.

OKCaTAMHIIHOKCHM (HHKOJIOKC) U3 AMMHA49HOTO PacTBOPa BbIASJSIET
OCaJIOK COSNMHENHs HWKENsl KPacHO-OpaHkeBoro npera. Kobanbr, Map-
ramell, HUHK, aJIOMHHHH peaKIHi He MelIaloT; B GOJbIIHX KOJHYECTBaX
memmaior xkeqaeso (II1), xpom u amomunuii. [Iperenbnoe pasbaBieHue
1: 150 000 [879, 1138].

OKcanMypavMHAMOKCHM B aMMHAYHOM pacTBope 06pasyeT OCaiok
C HUKe/IeM OpaHKeBo-1KeaToro usera. KobanbT 1e MeiiaeT onpeienenuio.
Ipeneasnoe pasGasiaenne 1 : 150 000 [684]. .

JuuuanguavHaHHCYaAb(haT ob6pasyer ¢ HHKeJeM B INENIOYHBIX pa-
CTBOPAX 0CAZOK XKesaToro usera. KobaabT Jaet pacTBOpHMOe COelHHEHHe
KpacHO-(HONeTOBOro IBerta. Dosbiiue KOJHYeCTBA cosiell aMMOHHS
NPeNATCTBYIOT BHAenenuo ocanka nuxens [684].

1,2-lyaMHHOTETPaaH TPAXHHOH-3-CyJb(hOKHCAOTA JaeT C HHKeJeM

0caloK roay6oro 1Bera, KOTOpelii B M30bITKE aMMHaKa KpacHeer. Uys-
CTBHTEJNBHOCTb D Mke/ma [684).

HHHSOHHTPOSDEIIIETOH HJH HSOHHTPOBOaLI.E’FOH TaKxe HCIMOJbL3YIOT

ans o6Hapyxenus nukeas (8701

* PyGeaHoBoaOPOAHAS KHCJOTA JIaeT OCAJOK CHHErO liBeTa ¢ (uosero-
BBIM OTTEHKOM, MaJIOpPACTBOPHMBIH B MHHEDaJbHBIX KHCJIOT2X H aMMHa-
ke. Tpeneabnoe pasbasaenue 1 : 100 000. Bi, Cd, As, Sb, Sn, Au,
Pt, Se, Fe, Mo, W, V, Al, Cr, Tl, Zn He BIHAIOT HA YYBCTBHTEJIbHOCTh
npH MpefeabHoM OTHOWeHUH HX K Hukemo 100 : 1. Mounst Co*”, oxpa-
IHBasg PACTBOD B GypOBATO-KPACHBI I[BET, HE MEIAIOT ONPENENIEHHIO;
wousl Cu2t, Au* u Hg®" memator. Fe?* Mackupylor ¢propucroBoiopo-
HOH KHCJIOTOf, YyBCTBHTENBHOCTh MpH 3TOM najaer. Coelunenue KO-
GaJibTa, B OTJMUHE OT HHKeJs, JIerue pacTBOpsieTcs B aMMHaKe H pas6as-
JeHHBIX MHHepaJbHBX Kuchorax [2831.

Consinokucabliit metuaamun [CH, - NH4ICL. Tlpu nomorpeBanuu B
(apdopoBoM THTJIE GE3BOAHON COJNH HHKEJs C PaBHBIM 00BeMOM peak-
THBA NOABJNETCH TeMHO-cHHee OKpawHBanHe. KobanbT JaeT aHAJOrHY-
HOe OKpallMBAHHE, HO OHO HCUe3aeT NnpH oxiamaeHHH. Takum myTeM
MOXKHO 06Hapyxuth 100 mxe mukens [684].

dopmanbpokeuy CH, = NOH B mesnoynoii cpeae B NPHCYTCTBHH
MOHOB HHKeJsi OKpAallHBaeT PacTBOPHl B 3€JEHOBATO-JKEJTHIH ILBET;
yyBCTBHTENLHOCTL O6Hapymenus 0,05 mxe/ana (282, 12681,
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2, OBHAPY)XEHHUE HHUKEJIf
B NMPUCYTCTBUH JAPYIHX 3JIEMEHTOB

[ns ofnapyseHnsi HAKENs B NPHCYTCTBUH APYTHX 3J€MEHTOB HCCJELyeMblil Ma-
TepHal NMepeBoiAT B pacTBop AeiicTeueM kucsot (HCl, HNOs) nnu cnnasiennem [32].
H361ToK KicaoTs Beinapusaior, gobasasior 6N HCI 1o noanoTs ocakaeHns Xa0puioB
KaTHOHOB [I#TOH aHAJMTHYeCKO§ TPYNNBl, OCAJ0K OTJENSIOT LEeHTPHPYTHPOBAHUEM.
K mpozpaunomy pactBOpy [0GaBJISIOT PacTBOP aMMHAKa 10 HeliTpanbHOll peakuuu
no JakMycy u pasuunil oovem 0,6 N HCl, nojorpeparor na xumsineii BoasiHoi Gake
nponyckator HeS. Hentpudyrat oT ocaiuxa oraensior, Helitpanusyor 6N NH4OH no
Hauana nosisienus mytu, nobasasior 2 xkanau 4N NHaCl u mogorpeeaioT pactsop B
Rungmel Bogasol Gave. [o6apngioT 2 Kanay KOHLUEHTPHPOBAHHOIO pacTBOpa aMmuas
ka u mponyckaior H.S no nonnoro ocampaenns. Orpenennsiii yepes 20—30 mun. oca-
I0K cyabdunoB o6pabatusaioT | ma 2N HCl, nepememnBaioT ocraBmniicst HepacTBOpeH-
HEl OCanox CyJMbQHACB KobansrTa H HHKENd A0 HCUE3HOBEHHA 3alaXa CepoBOAOPOAA,
OT[EJISIOT OCaJOK LEHTPUYTHPOBAHHEM, IPOMLIBAIOT €I'0 TOPAYMM pa3baBjJeHHBIM pa-
creopom NH4Cl u pacteopsior B HeckonbkuX kamnax 6N HCl c gofasnennem 2—3
kanean 6%-u#oit HaOs.

INocile npeKpaueHus Boljiesiedis MY3LIPEKOB KHCA0pPOAa oGHAPYIKHBAIOT HHKENb
OfHOH M3 peakouli, yKa3sauHuLlX paHee, Jyyule BCEro AHMETHIJAHOKCHMOM.



Fraea 11

METOAbl OTAEJIEHWUSI HUKEJISI OT CONYTCTBYIOILUX
- 9JIEMEHTOB

1, OTAEJIEHHME HHUKEJI OCA)XJIEHHEM

Jlyuminm u paunbosnee HAJEKHLIM METOLOM OTAENIEHHsT HHKeNd OT
GOJIBIIMHCTBA 3NEMEHTOB, (Ge3yCJIOBHO, SIBAAETCA OCaXKICHHWE IMMETHJI-
JUOKCHMOM M IPYrUMH o-IHOKCcHMAaMH. HcKilouenue cOCTaBlSOT 3je-
MeHTHI, O6pasylomue JMOKCHMATH: TadIanuii, Menb, KobGaabt [162].
Ho npu co6/ofenun onpeieNeHHbX yCI0BHH HUKeNb MOMeT GbiTh J0-
"CTaTOYHO NOJNHO OTHefeH OT JHGoro H3 3THX 3JeMeHToB. pyrue a-
IHOKCHMEL (0-Ge3H/IIMOKCHM, JHOKCHMBI IHKJIOTEKCaH- W IHKJIOTeNTaH-
JHOHOB, O-(DyPHILUOKCHM) NPHMEHSIOTCS 3HAYHTEJNLHO pexe IJif OT-
JIeslenusl HUKeNsl, XOTsl TaKHe IHOKCHMBI, KAK HHOKCHM H TeNTOKCHM
(eM. cTp. 20), HMEIOT HEKOTOPHIE MPEHMYIECTBA Nepel NPYTHMH AHOK-
CHMAaMH HMEHHO [PH OTAETeHHH HHKed.

IlonpoGHO yeca0BHs OTHENEHHS] HUKENs OCaKJEeHHWEM KaxkIbM U3
Ha3BAHHLIX NHOKCHMOB PACCMOTPEHE! B TJIABe, TIOCBAMIEHHOH rpaBHMET-
pHUECKHM MeToxaM OmNpeneieHus .

Hukens Moxer GbiTh OTHEAEH IIPH MOMOLILU AHOKCHMOB OT NajlIalus.
[Taananuit pearupyer c ¢-AHOKCHMAMH aHAJTOTHYHO HHKENIO, HO JHOK-
cuMaThl nmannafusa ofpasyiorcs B GoJee KHCIBIX PacTBOpaX, 4eM COOT-
BETCTBYIONIHE OHOKCHMATH HuKeqs (Taba. 33). [oatoMy nannaiuii Jerxko
OTIEJNSETCH OT HUKEeNs OcamKIeHHeM JO0ObIM H3 NHOKCHMOB H3 MHHe-
PanbHOKHCIBIX PacTBOPOB.
s TaG6auna 33

YcioBHA BbIjieJeHUsT THOKCHMATOB HHKeas
H naaaagus

KHCJIOTHOCTE pacTBOPOB NpH
BrlpesIeHu Nl JHOKCHMATOB

Pearenr
HHKeJad naxnaausa
Jumeruaokcnm I pH 6,4 2N HC1
Huoxkcum pH 3,3 E 5N HC1
" o-DypHIIHOKCHM pH 6,0 ! pHO,5
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B Hacrosilem pasjene paccMOTPeHbl TOJI5KO METO/IBl OTAeNAeHHA HH-
KeJisi OCaX/eHHeM B OCHOBHOM HeOpraHHYecKHMH pearentaMu. JIpyrue
MeTO/bl OTAeJeHHs HHKEesi, KaK NpPaBHJIO, NPEICTaBAsIOT TPYIIIOBbie
MeTOJbl; HHKE/Ib OCaXKAaeTcsi BMecTe ¢ KoGaJbToM.

[Tpu 0GbIYHOM CEPOBOJOPOLHOM MeTOJe HHKeNb ocTaeTcd B QUAbT-
pate nocje ocaxJeHHs CyJb(HIOB H3 CONISTHOKHCIABIX pacTBopoB. M3
atoro ¢uabtpara Ni?* Bmecre c Al®**, Fe?', Fe?', Cr?, Co*, Zn®*" u
Mn?* ocaxpator no Pose [1092] cyanduaoM amMMmoHHs B aMMHAYHOM
pactsope. Kpome HasBaHHBIX BbIIE 3JEMEHTOB MOT'YT BBIIACTb B OCa-
HOK eme i nonsl Be?', Ga®*, In®, TitY, Zrt*, Hi*, Tht, P33%*, Sc?,
Y3, NbV), Tat), V), WVD g UVD, Yepes HekoTOpOe BpeMs 0cafok
cyabhHI0B H THAPOOKHCER oTAensioT, npomsiBaiot Bogoii 0 2 N HCI.
[Ipu 3TOM HHKeNb H KOGAJbT OCTAIOTCH B BHJE CYJIb(hHIOB.

JIsis oca)KaeHHsi KaTHOHOB TPeThell aHaJIHTHYeCKOH TpyIbl HCNOJb-
syercsi W cyabgua Hatpus [1172].

Pa3szenenue cynbhHIOB HUKeNs, KOOANbTA, Maprauua u uuixa [728)
NPOBOAAT TNOCJAEA0BATEJbHBIM PAacTBOpPeHHeM Ocajka BHadaze B 1 N
yKcycHoll kucaore, 3atem B 2 N HCIL

CepOBOAOPOAHBIH METON YacTO pexkoMenjayerca H AIAA OTIeJeHHN
HAKeIs OT OTAeJbHBIX KAaTHOHOB TPynnel cy/ab¢uaa aMmMmonus. Ha-
npHMep, AIs OTAeNEHHs OT IHHKA CJeIyeT BECTH Oca)kIeHHe CepoBo-
ZopojoM B aueratHoM Gydeprom pactsope (pH < 4) [434, 871.
Hukenb H K0GaabT MOMKHO OTAEJHTL OT MapraHua oca)KAeHHeM CepoBo-
IopojoM B aueratHoM Gydeprom pactsope (pH 4,0—4,8) [819], ot
xpoma — npu pH 5,0 [8201].

[IpH OTAe/NeHHH HHKeJs CYJAb(HAOM aMMOHHS BO3HUKAKOT 3aTpPyl-
HeHHs1 BeJelcTBHe ofpasoBauua Koanouansix pacreopos NiS. Ocrpo-
yMoB [235] mnpemIoKHJ NOITOMY OCaxiaTh HHKeIb H3 pacrsopa,
COJIepIKAIero XJOPHCTHIH nHpHAMH. [IpH 3TOM nojayyaercsi Xopoio
OTGHILTPOBLIBAEMbIH KpHCTanmHuecknii ocagok NiS.

Kak 3aMeHHTeJb CEPOBOAOPOAA H PACTBOPHMBIX CYJAb(HIOB He-
noJsb3yior THoaueramun [386, 664 |, npu jeiicTBHE KOTOPOro Ha oMM HU-
Kesi B aMMHayHOM Oy(epHOM pacTBOpe HHKEIb OCaMXAaeTcss B BHIE
cyabuia. Bouta usyueHa cKOpPOCTh OCaXKACHHsI HHKEJsl 3THM peareH-
TOM H KPHCTaJTHYeCKas CTPYKTypa noJyuaiomerocs cyabpuaa [1255].
Kpun [869] npumenns 310T pearent Jisi pasieieHidsi MeIH, HHKeJs H
uMHKa. Melp ocaxaaercs THOaLeTaMHIOM B KHCJOI cpejie, a B uabTpa-
T€ B MPHCYTCTBHH KOMIWIEKCOHATA KaibllMsf H aMMHaka OcCaMaaercs
UHMHK; HHKeIb OCTaeTcs B pacTBOpe.

Jlnsi oTAeNeHHsi HHKeJst B BHJAE CyJbdula NPUMEHSIOT TaKkKe THO-
KapGonar Kajaus [8061.

Yacto A8 OTHe/eHHs HHKeJs H APYTHX SJEMEHTOB CepOBOAOPOJ-
HBIM MeTOJOM HCMOJIb3YIOT MackHpyiomue pemectsa. Ceudr u Bapron
11209, 1211] pekomeHAYIOT Aasi pasjenenns KoOGanbTa, HHKEs, HHKA,
xKese3a, XpoMa, aJlOMHHHS H MapraHia BeCTH OCaXKIeHHe B IPHCYTCTBHH
okcanara M GukapGonata Hatpusi. [IpH sTOM TPH nocjexHHe aeMeHTa
OCTaloTCsl B pacTBope.

84



B npHCYTCTBHH PeAKHX 3/JE€MEHTOB pasjelende OCyLiecTBJsieTcs
MeTojaMH, NpelJOKeHHLIMH psiioM astopoB [73, 229, 430, 433].

Jlns OTAEJEHHS HHKeJAs OT TPeX- M YeThiPeXBaJeHTHBIX KaTHOHOB
rpynnel cy/ibdHAa aMMOHHS MOXKHO DPeKOMEHIOBAaTh METObl, OOl[He
IJisi OTHENeHUs ABYX- U TPEXBAIEHTHBIX KATHOHOB 3TOH rpynnel. B 60Jb-
IIHHCTBE CJYYaeB TaKHe METOIbl OCHOBAHb! HA OCaKIEHHH ITHX MOCJAel-
HHX KaTHOHOB B BHJ€ I'HAPOOKHCEH WIH OCHOBHBIX COJelf npu omnpene-
JICHHOH KOHILEHTPAIHH HOHOB BOJOPOJAA B PacTBOPE, CO3laBaeMbiX aM-
MHakom |73, 1210), nupuaunom (2341, aueratom nHatpusi [737, 857,
1245, 6ensoatom ammonns |894], cykunnatom natpus [1245], kapGo-
HaroMm Gapus [73], kapGonatom ammonusi 1872), ruapasnnkap6oHaTOM
[798], yporponuuom [865, 10731, Hg(NH,)Cl, [1170]. Hexasno nas
stoil menu OcrpoymoB H BoJIKOB NpeMIOMKHIH KOPHYHYIO KHCIOTY
[236, 237).

Jlns pasnesienvisi HUKEIsl H aTIOMHHHS MOXKHO PEKOMEHIOBATh OCAK-
JIeHNe TOCASAHEr0 B BHAe (PTOPMAA M3 PACTBOpA, COAEPIKAIIErO0 KOM-
naekcon (III) [26].

Hugenb Hapsiay ¢ APYrHMH KaTHOHAMH BbileJISIeTCS MHOTHMH Opra-
HHYECKHMH OCaJHTeJAMH. Ho Bce 3t OCajJuTeIH HEH36HpaTeJIbHH.
Hanpumep, Z0BOJLHO 4acTO HHKEJIb BMECTE C HHKOM, Melbi0, KOGAJIb-
TOM H JAPYTHMH OTHEJAIOT OT ¥Kese3a, aJIOMHHHS, Mapranua ocaxje-
HueM pyGeanoBogopoxHoi Kucsoroit [207].

OTtpeneHue HHKe s OT KobaapTa

O630p METONOB OTHEIEeHHsT HHKeIA OT KofalbTa OcaKieHHeM NpHBe-
nen Cunrsaeronom [1163].

KoGaabT MomHO ocanuth, no Bpyuky [505] — ®umepy [615],
B BHJE rektaHHTPOKOGANBTHATA KaJHs. ITOT OCcaJOK He GyJeT YHCTHIM,
ecnu uutput Kanus sarpsasier KOH u K,COj,. TTostomy pactBop nur-
pHTa KajlHs PEeKOMEeHAVIOT mepel ynorpeGjeHHeM HeHTPaJH30BaTh
VKCYCHOH KHCI0TOH. B ciayuyae sHaunTesbHO npeolsajariero cojep-
*kanua KoGanbTa ero cieayer mnepeocaintb [36]. Stor Merox Hcnedb-
ayercsa JUIsi pasjieNeHds PaJHOW30TONOB HHKend H KoGanawbra [955].

st oTAeJeHHs] MaJblX KOJHYECTB HHKeJs OT KoGaabTa mpHMEHSIOT
uxanuAHBl Metoy JIuGuxa [900], MoaudmuupoBanHblit MeTos Bénepa
[1281] u mertox, npeanoxennslii Canrbikooii [288].

PasingHOe OTHOMIEHHE K BO3AEHCTBUIO OKHC/AWTENEH JEXUT B OC-
HOBE MeTO0/1a, TMPELJI0KEHHOTO PsiIOM aBTOPOB ellle BO BTOPOil M0J0BHHE
npouutoro Beka [596, 758, 1082, 1105, 1221). 13 pacrBopa coJeii HH-
Kess H Ko6anbTa NpH JeHCTBHH NepMaHraHara Kajaus HJAH rHIoXJopHTa
B LIEJOYHOH cpele BhIeJsieTcss OCaAOK THAPoOKHcH koGaabTa (II).
O6pasosaune Ni(OH); B sTOM cayyae HaeT Tak MejjleHHO, YTO yia-
eTcsl KOJNMYECTBEHHO Pa3Je]HTh 3TH JBa 3JIeMeHTa.

[ycrep [1117) ana pasgeseHHss HUKeIs H KOGaJbTa HCMOJL30BAT
nepexuch BOJOpoja B mienounoii cpene; Imaceron  Cnugman [707] —
nepGopar Hatpusi. [lyctep [1116] npexnomua Takxke oTAeNATh HHKEIb
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0T KOGalbTa OKHCIEHHEM fepekuchbio HaTpus. Ocrawoumyiocs 6es name-
Henus ruapookuce HuKeas Ni(OH), pactsopsiior B amMHauHOM pact-
Bope xniopuaa ammonusi. KoGanwt octaerca B ocanke B puge Co(OH),.

Ilpn kunsyennu coneit mukens M KOGajbTa B NPHCYTCTBHH TPH-
OKCHITHIIAMMHA H GOJBIIOro M3GLITKA IIEJOYH HHKeNb BLIMAJAeT B
suze Ni(OH),, a koGaabT o6pasyer NpoyHoe KOMIJIEKCHOE COeHHe-
Hue u ocraercsi B pactsope [1074).

Pojanunuuifi Meton paspenenns Hukeas M KoGajbTa OCHOBaH Ha
TOM, YTO TeTpapoAaHOK0GabTHAT aMMOHHS PacTBOPSAETCs B CMECH IHSTH-
JIOBOTO 3(Hpa H aMH/IOBOTO CHHPTA, @ COOTBETCTBYIONIEE COENHHEHHE
HiKenss He pacrpopsiercsi [534, 1090].

MoxHo pasfensath HMKeTb ¥ KOGaibT ¢ nomompio dochar-HoHOB
11285). B pactBop, conepamuii conu 5THX IBYX METa/10B, 106aBASIOT
cuech pacrsopos KH,PO, u Na,HPO, (pH 5,5). Ko6ansT ocamnaercs,
HHKEJb OCTaeTcsi B pacTBope.

B ammuaynom docatHom pacTBope HHKeNb H KOGAALT OCAKAAIOTCH
B BHIe MeNH,PO,. B orcyrcreue Okucautesnss B N3GHTKe aMMHaka
PacTBOPsieTCsl COeHHEHHEe HHKEAsA, @ B NIPHCYTCTBHH OKHC/IHTENs (nep-
Cyab(aT aMMOHHs) K0GaqbT 06pa3yeT MpOuHbIfi aMMHaKaT Aaxke npH
He0O/LIIOM H36LITKE aMMHAKa, B TO BPEMsI KaK HHKeNb HE MOMKET GbiTh
pactsopen B 3TuX yejosusx [1115]. Hukean v koGanabt MOKHO pasge-
AAT, HCNOL3YS Xopommyio pacteopumoctsh CoCl, - H,O B auerone npu
35 C. Coeaunenne NiCl, - H,O nourn nepactsopumo B auerone [1225].

Hukens mosker GbiTh OTeen OT KOOaabTa TAKIKE MyTeM H3BJIEUeHHS
HHUKEJsl aMMHAYHBIM PacTBOPOM XJIOPHAA aMMOHHS H3 OcajgKa KapGoHa-
ros [1117].

Munuanoxnamuanucyibgar [720] uenonnayeres Taxxke 1as pasje-
Jennss nugenss ¥ koGanbra. OH ocaxjaer HHKeNIb W3 pacTBopa, co-
Aepxkauero 10%-ueiit pactBop caxapa.

Co(OH); mMOXHO OcaiuTh B NPHCYTCTBHH aleTaTHOro GydepHoro
pacTBopa, cogepaaniero cMech conefl nukens ¥ KoOanbTa, JEHCTBHEM
XJ0pHOH M GpomHO# Boabl [877].

Kpome Toro, koGaast Moxer 6uTh oTaesen oT Hukeas [125] ¢ we-
nosib3opanneM 1-HuTpo30-2-nadrona.

2, OTAEJIEHHME HHUKEJS 3JEKTPOJIM30M

Meron s;eKkTpOsIH3a As OTAe/IeHHsl HHKes HCIOMb3YeTcs Peiko H,
KaK INPaBHJO, AAsl OTHAEJNEHHS €ro OT OTIeNbHEIX 3JeMeHTOB. Ecin ne
cO6TI0AATh ONPEIeTeHHbIX YCJAOBHHA, TO NPH 3J1€KTPOOCAKACHHH HHKEIs
Ha KaToJle BLIAEJSIOTCS TaKXKe Mellb, CBHHEIl, UHHK, Kaamuil, cepe6po.
Mewaior Taxxe n Te SJIEMEHTLI, KOTOpLIE B YCJIOBHAX 3JEKTPOJIN3a
HHKEJIS 06pasyloT MaJopacTBOPHMBIE OCAJIKH.

Hajexuoro 3exTposiHTHYeCKOro MeToja OTACNEHHsi HHKeas OT
KOGAIbTa HeT, XOTS OmiCaHbl NPHMeDPLI TAKOro paspaenenus [226].
Or xpoma u aJIOMHHHSE HHKEIb MOKHO OTAEMUTH 3ACKTPOJSH3OM HiaBe-
JEBOKHCABIX pacTBopos. Ho B oTcyTeTBHe OKcasaTa B aMMHAuHOM pa-
CTBOPC TaKKe NOJY4alTcs HenJoxmue pesyabTaThl, NOCKONBKY XJONbsA
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THAPOOKHCEH STHX 3/1€MEHTOB He MelIatoT 3JIEKTPOJIH3Y, OHAKO A/f HaH-
Goee HAJEKHOrO OTIENeHHs peKOMeHAYeTcd HUKeIb NepeocaxiaTh
[970). Ot reGoabIIOro KOJAYECTBA MapraHila HHKENb JIErKO OTAeeTcs
5/1€KTPOJIH30M aMMHAYHOrO PacTBopa; IPH BBICOKOM COJepXKaHHH Map-
raHia B PacTBOp caenyer 106aBJisAThH CePHOKHCbIA MHAPA3HH JVIS MPeaoT-
BpaleHHs OKMC/IEHHsT Mapradua Ha asose [120, 122].

UTo6sl OTAENUTH HHKeNlb 0T UHHKA, HeOOXOIUMO BECTH 3JEKTPOJIH3
aMMHauHOro pacTBopa ¢ noGaBienneM Gucyibgura warpus npu 90° C
[765] uaM B NMPHCYTCTBMH CEPHOKHCJIOrO THApPA3HHA (12311

BonbunucTBO APYTrHX 3JIEMEHTOB OTAENAIOT 3JIEKTPOJHTHYECKHM
OcaxKJeHHeM B YCJIOBHSX, NIPH KOTOPHIX HHKeJb OCTAaeTcs B pacTBope.
Menp oTnensieTcs U3 CEPHOKHCIOrO pactsopa no nponucu Koabtroda n
Cenjena [150]; #3 cepHOKHCJOrO pacTBOpa OcaxKJaloTesl TakKe KaJaMHi
[279] u moau6zen [279]. Pryts (38| m Bucmyr [148, 5041 otnensitor
5JIeKTPOJIH30M A30THOKHCJIOTO pacTBOpa, OJOBO — H3 IaBeJEBOKHC-
soro [142]. Huxens MoxeT GBITh OTAeJeH W Ha pryTHOM Karoze [971].

[Tonpo6GHO yCNOBHS BbIAENEHHsi HHKeAsi OnmucaHbl Ha cTp. 8l.

3. OTAEJIEHHE HUKEJIt 3KCTPAKUHEH

DKCTPAKIHOHHEIE METOJbI JJI OTAeCHHS HHKEIA HaunGoaee yao0HH,
MOCKOJIBKY OHH HETpPOJOIKHTENbHBl, OAHHAKOBO NPHTOAHBI Kak Iis
GONBLINX, TAK U ANA CAAOBBIX KOJHYECTB HHKeJIS H, HAKOHEIN, B 6oJb-
IIHHCTBE CJYYaeB MO3BOSIOT MPOH3BOAHTL MOCHENyIOllee OnpeieieHHe
HHKeJsl HenocPeICTBEHHLIM H3MepeHHeM ONTHYeCKOH MJIOTHOCTH 3IK-
CTpaKTa.

* Cpean 3KCTPAKLHOHHHIX MeTO10B Haubosbllee 3HAYEHHe HMECT 3K-
cTparHpoBaHHe HHKeIs B BHAE AHOKcHMaTOB. [IpHvensiores Takxe Me-
TOJbI SKC_TpaI‘HPOBaHHH rpynnoBbIMH pearenTaMH (,IIHTHSOH, AHITHI-
JlPlTHOKapGaMHHaT), a TaK¥Ke MeTojbl, OCHOBaHHbIE Ha 3KCTPaKUHH
OpraHH4eCKHMH pacTBOPHUTENAMEH KOMIIJIEKCHBLX COE,IHHEHHﬁ APYIHX Me-
TaJJ0B, DHYEM HHKEJNb OCTaeTcs B BOJHOM (ase. [locaennue MeTob!
paccMaTpHBAIOTCS B MOHOrPa(HsX, NOCBSIMIEHHBIX APYTHM 3J€MeHTaM.

JKCTPaKiHsi C MPHMEeHeHHeM a-AHOKCHMOB

JKkcTpakiua AHOKCHMATOB HHKeJsl BOSMOxHa Ouaarojaps pasiauy-
HOJi PaCTBOPHMOCTH HX B BOJHOIi (pase H B X10podopme. Taxk, pactBopu-
MOCTh JHMETHJIAHOKCHMATA HHKels B BOJe OUeHb Maja u paBHa 9,3-
-10°7 moas/a [558]. ®aaiimep u Dpaiizep [670] nauin ee pasroii 1,05-
.107%, a Baukc u Bapuym [441] — 2,1-10°® moas/2. PactBOpuMOCTS
KOMIJIEKCHOTO COeqMHeHHs B XJopodopme pasHa npumepro 5-1074
[21, 441, 558, 670, 964, 999, 1206], B anuaune — 1,74-107% [964],
B nupuaune — 1,65-107% moas/a [964].

PactBopumocTb 1,2-nuKIOrenTaHIHONJHOKCHMATA HHKeJIA B XJ10pPO-
dopme paBHa 5,6-107% (441, 706], B Genszore — 1,3-10°2% moaw/a
[441]; nas BOAB! 5TH BeIMYHHLI CPABHUMBI C PACTBOPHMOCTBIO JIHMETHII-
nMoKCHMaTa HMRens [441, 522].
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Kak BHAHO M3 NpHBEJEHHHIX JAHHBIX, PACTBOPHMOCTb JAHOKCHMATOB
HHKeJIA B OPraHHyecKHX PacTBOPHTENSIX XOTH M HeBeJHKa, HO BCE xKe
OHa HaMHOro GoJiblle, yem B Boje. [1o3ToMy MeToj SKeTpakIUHH JHOKCH-
MaroB HHKeJSl H MCHOOAb3yeTcs JJIsi OTIEJEHHSI ero OT JPYrHX 3je-
mMenToB. [Ipunnunst oraenenus obimue ANA BCEX G-AHOKCHMOB.

JIHMETHIIHOKCHM NIePBbIM H3 JHOKCHMOB NPHMEHSJICA /IS SKCTPaK-
IHOHHOTO OoTAeneHus Hukens [1106, 1201]. Dror AuMoKcHM uYacTO ue-
NMOJIb3yeTCst B aHAJHTHYECKOH MPaKTHKe JVIS OTACNEHHS H KOHIUEHTPH-
POBaHHS MajblX KOJIHYECTB HHKEJs NPH aHAJH3€ METa/LIOB, CIJIABOB H
costefi: amomupHs M amoMocuiaHkatoB [931], xemesa [1004, 1049),
KoGasibTa H ero coseit [10021, ypana u ero cnnasos [334, 12061, uncroro
3JIEKTPOMUTHYECKOro Xpoma (3241, criaBos na ocrose nupkonns [1061),
Kanavus [206] u MHOrHX Apyrux MeramioB u cnaasoB [563, 842]. k-
CTPaKUHsA JHMETHIJHOKCHMATa HHKeNs NPHMEHseTCA TaKkKe IpU aua-
JIH3e NepXJIOPaTHLIX PAacTBOPOB JierHPOBaHHLIX craneil [846], comepixa-
IHX XpOM, MOJHGJeH, BaHalHi, HHKeNb, PAcTBOPOB 3JIEKTPOJHTHYE-
ckux Bann [678al, nuuKOBBIX 3MeKTPONMTOB AN MOMyyeHHS uMHKA
[864]1 u mpyrux o6vekros [16, 559]. Onucanbl MeTONB SKCTPAKLHOH-
HOrO BBIJEJEHHA HUKENS NPH NOMOIK JUMETHJIHOKCHMa M3 pya [429,
815), menubix coseit [1001], ranorennioB menoynex 'Metannos [45]
H H3 pas/jinyHbIX GHOJIOrHYecKHx Marepuanos [404, 6771.

3unavenne pH Boanoro pacrsopa, npH KOTOPOM NPOHCXOMHT TOJHOE
BbIE/IEHHE H SKCTPAKIHs AHOKCHMATOB HUKEJs, CYLIECTBEHHO 3aBHCHT
OT mPHPOAEI AHOKCHMA. JlanHble s TPeX nHauGosee pacnpocTPaHeHHbIX
JAHOKCHMOB nNpHBeleHnl B TaGm. 34.

Tabnuuma 34

Hutepsaa 3suauernuit pH 9KCTPAKUUM MHAIMrPAMMOBBIX
KONKYECTB JUOKCHMATOB HHKeAn

Hurepsaa pH £
Pearent noanojl skc- | JIMTEpaTy-
TPaKHH B
1,2-11uka0renTan 1HOH AHOKCHM | 3,8—11,7 [706]
JlEMeTHIAHOKC HM J 7,7—10,3 [563]
2-DypuasHoKeum 7.5—8, [697]

[puesennrie B TaGu1. 34 snayenus pH otHOCATCA K MHJIHPaMMO-
BBIM KOJIH4ecTBaM HHKeJs . OJIHaKO MPH SKCTParHPOBAHHH MHKPOrPaMMO-
BBIX KoaHuecTB MHTepBan pH cisuraercss B Gosee wwiesiounyio oGnacTh
(raGu. 35).

[Ipn anannse pasiuyHbIX MaTepHaJOB MPHXOAHTCSH YUHTHIBATH Me-
naioilee BAHAHHE Pa3THYHBIX 3neMenTOB. OfHn U3 HEX 06pPa3yloT KoM-
TVICKCHbI® COeAMHEHHS C JHOKCHMAaMH H YaCTHYHO HJH MOJHOCTBIO 3K-
CTPAarHpyioTCA OPraHHYeCKHM pactBopuTeseM. lpyrue, oGbIMHO Tpex-
H yetblpexsanenTHoie HOHbl (Al®", Fe®*, In®*, Ga®", Tit*, Zr'" u gp.),
06pasyioT rHAPOOKHCH B YCIOBHAX OTACMCHHS HHKEJA H TpEmsTCTBY-
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TaGauuga 35

Wurepsaa 3unavennit pH SKCTPaKUHH MHKPOrpaMMOBBEIX KOJHYECTB JHOKCHMATOB

HHKeJs!
HMureppan pH noaunoit
Peareur skerpakund ~ 1 urz Ni Jlureparypa
J UMeTHIAHOKCHM 6,0—11,0 HeonyGaukoBanHas pa-
Gota aBTOpOB
1, 2-1luknorentat AMOHAHOKCHM 5,4—12,7 {259

10T ero sKcrpakuuH. [TosToMy A1 MaCKHPOBKH TaKHX KaTHOHOB
OObIYHO NPHMEHSIOTCA BUHHAA H JHMOHHAS KHCJIOTHI, pee — Apyrue
peareHThl. ITH MAcKHpYIOIHe areHThl 06pasylOT TaKXkKe KOMILIEKCHbIE
COeJHHeHHSI M C HHKeJeM, N03TOMYy HHTepBajbl 3Havenuil pH nomnoi
SKCTPAKIHH MOCAEAHEr0 HECKONLKO CABHraloTcss B Gosee 1eN0YHYIO
o6a1acTh, TjJe KOHUEeHTPAUHsi AHOKCHMAT-HOHOB Bhiuze. Hanpuwmep,
HHKeJAbJAMMETH/IAHOKCHMAT SKCTParupyeTcsi B TapTPaTHOH cpeje B
untepsane pH 4,8—12,0, B nutparnoit — 7,2—12,0 [562]. B npucyr-
ctBHM Kommyiekcona IIl aumokcumathl HHKesi He 3IKCTpParupyroTcs.
AsTopamn HacTOsilell KHHTH Ha OCHOBAaHHH KOHCTAaHT YCTOHYHBO-
CTH QHOKCHMATOB, TAPTPATOB H IIMTPAaTOB HHKeJsl H KOHCTaHT pacrpe-
Jle/IeHHs] THOKCHMATOB MeXAy BOJOH M XJopodopmom Obluia pacCyHTa-
Ha J10JIsi MpO3KCTparuposaHHoro nukeas a (pH 9):
[Ni(HD)u]

o= ]

=
[NiL;(nmhg)lnonn'F 2 [Ni (”D}jlncuw
=0

rae L, — 0cTaTOK OKCHKHCJIOTH; m — ee ocHoBHOCTh; Ni(HD); —
KOMILIEKCBl HHKeJIA C JHOKCHMOM.

PesyabTaThl npeactasiensl B Tabm. 36.

Takum obpasom, u3 0,1 M mHTpaTHOrO pacTBOpa HHKEIb MOXKET
OLITh H3BJieyeH TOJBLKO TPH MOMOIH ¢-GeHsuaAHOKcHMa, a u3 0,1 M
TAPTPATHOTO PACTBOPA — NPH NOMOUH BCEX NEPEYHCIEHHBIX JMOKCH-
MoB. KpoMme TOTO, H3 IHTPATHOTO PacTBOPa HHKEJIb MOXKeT ObITh 9KCTPa-
rHpOBaH B BHAe 1,2-uukaorexcan- H 1,2-mukjorenTaHHOHAHOKCHMA-
TOB, HO NpH OOJMee HU3KOH KOHIEHTPALHH LIHTPAT-HOHA.

[Ipusegennas Boilie TaGaHIlA COCTABIEHA € YYTOM OOBIYHO HCIOJb-
3yeMBIX KOHUeHTpauuit auokchmos (107° M). 310 06CTOATENBCTBO
CIIPaBEIMBO TOJABKO JJs TPeX NepBbiX, XOPOLIO PacTBOPHMBIX B BOje
JIHOKCHMOB. PacTBOpUMOCTS 3Ke o-OSH3HJIAMOKCHMA B BOJE HACTONBKO
MaJia, uTO A0J15 IPOSKCTPArHPOBAHHOTO C €r0 MOMOLLbIO HHKe/A OH3Ka
K Takopo# aas gumetuiarsnokcuma. Orcioga caexyer, yTo HauGonee
HEeHHBIM VIS OTIeJeHN HHKeNs JHOKCHMaMH ABJAIOTCH Te, KOTOPble He
TOJIBKO 006pa3yioT ¢ HHKeJeM BbLICOKOYCTOHYHBbIE KOMIJIEKCH, HO H
CaMH XOpOWIO PacTBOPHMBI B BOJE.

JKeneso, Melb, KoGalbT TAKMKe SKCTPArHPYIOTCS B BHIE AHOKCHMA-
TOB xJopodopmom. Ho TpexBalenTHOe Ke/le30 3KCTPArupyercd Juib
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TaGauuma 36

Jlofif  nPOIKCTPATHPOBAHHOTO HUKEAst B MPHCYTCTBHM

OKCHKHCAOT
Peareut [g a!.\H'!‘p ]g aTapr
}
o-Dy PHIHOKC HM —5,92 +1,38
JTaMeTHARHOKCHM —4,80 12,54
1,2-1MKI0reKCaHIHOH IHOKC HM —1.38 +5,92
1,2-1lpKnOTenTa JUHOH AHOKCHM —0.,84 | 16,50
a-Bensuianoxenm +3,62 | 410,90

B KHCao# cpee [14al. O6bluHO ero MaCKHPYIOT OKCHKHC/IOTaMH, OTJe-
JS10T B B (ochata B cyuae GONBIIHX KOJTHYECTB HJH 3KCTParupyior
nsonponuaossiM spupom u3 6—8 N HCl [678al. [aa skcrpakuuu
xenesa (II) meo6xoaumo npucyrtcrBue nupuanna [2501.

MeJib MOXKHO OTAEJHTh OT HHKe/s, SKCTPATHPYA JAHOKCHMATDL H3 am-
MHayHBIX pacTBOpoB [842] miaH npombiBasi SKCTPAKT pa36GaB/IeHHbIM pac-
TBOPOM aMMHaKa [842], rHjpokcunaMuna uin uutpara ammonus [1206].
ITpu 6o/bIIOM KOJHYeCTBE MEAH ee MacKHpYyIoT THocy/abgatom [10011.

[IpH npoMbiBaHHH 3KCTPAKTa aMMHAKOM MOKET Pas3spyLIHTbCH H JH-
OKCHMAT HHKEJISI, eC/IH MOCTeAHHI He OueHb YCTOHUHB, KaK, HanpHMep,
u-(DyPHINHOKCHMAT. B 3TOM clyyae MpHMeHSIOT OueHb pas0aBjeHHble
pacTBOpel aMMHaKa. Ecan JHOKCHMAThl OueHb YCTOHYMBHI, KaK, Ha-
NpHMep, TenTOKCHMAT, TO KOMIVIEKCH MEIH MOXHO paspymarh Jaxe
menousio [178, 2591.

Otaenenne HUKeAa OT KOGanbra npeicrasisieT GObIIHE TPYJAHOCTH.
Moxsno [267) npeneGperath HeGOJBLIHMH KOJHYeCTBaMH KoGa/ibTa
(~ no 500-gpaTHBLIX KOJMYECTB) NPH SKCTPAKUMH HHKENs, MOCKOIbKY
JAHOKCHMAT KoGanbTa umeeT HeGoabloil Koa(phUIHeHT pacnpeineseHns
MeXIy BOMHOW W oprannueckoli dazamu. Oxnaxo npn GOABIAX COOT-
HOIIEHHsIX KOGAIbTA H HUKeNsl, 0COGEHHO NPH OTJeJIeHHH MaJblX KOJIH-
YEeCTB MOCJIEAHEr0, HYKHO YUMTHIBATH COBMECTHYIO 3KCTPAKLMIO KO-
Gaavra [74]. Huapw [1002], nanpumep, npeiioxua npH onpeaeneHnn
HHKeNst B consX KoGanera [74] ornenats nocneinufi nMaHNIHBIM Me-
togoM. [Toure [1049] pekomennoBan ynansth KOGaabT 10 SKCTPAKIHH
B BHJIe FeKCAHHTPOKOGANLTHATA Kanus, a Xanab ¥ [0ur (7321 ucnoanso-
Ba/lH 9KCTPAKUHMIO 3DHPOM MJIH H30aMHJIOBBIM CIHPTOM POJAHHIHOTO
KOMIJIeKca KobanbTa.

Boabiiie KOMMYECTBA Mapraniua NpensTcTBYIOT NMOJHOH S9KCTPAKIHH
HUKeJsI, TaK KaK B IIEJOYHBIX PACTBOPAX MapraHel| OKHCJISeTCH caM |
okucasier nukens [1017). PekoMenayeTcst No3TOMY B MPHCYTCTBHH Map-
raiua nepeja sKCTpaKuued HUKeAss BBOAHTH B PACTBODP COJIAHOKHCILIA
FHAPA3HH HJIH THIPOKCHJIAMHH.
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[Mannanuii Taxke o6pasyer OKpalleHHble SKCTparHpyemble JHOKCH-
MaThi, HO OHH, B OTMYHE OT COeAMHeHHH HuKens, 06pa3yloTeH U 3KcTpa-
rHPYIOTCS B KHCABIX cperax. Hanpumep, a-pypuiaHokcumMaT HEKeNs
skcrparupyercst noanoctsio npu pH 8,0 unu 9,0 B 3aBucumoctH OT
KOJIHYecTB HUKenst, a o-(pypHanHoKcHMaT nanajaaus — npu pH 2—3.

IKCTPAKUMSA C MPHMEHEHHEM JHTH30HA

JIuTH30H JaeT 3KcTparHpyemble KOMIVIEKCH TIOYTH CO BCEMH KaTHO-
HamH, 06pasylouiMH MajopacTBOpHMble cy/bduapl. Ho, peryaupys
anauenne pH BojJHOrO pacTBopa, STOT peareHT MOXKHO MCIOJIB30BAThH
VI SKCTPAKIHOHHOrO OTAeNeHHa HHKeas [266, 268].

Houbl, pearupyioniie ¢ JIHTH3OHOM, 10 CHOCOGHOCTH SKCTparipo-
BaThbcA B BHAE AHTH30HATOB PACloJaraloTcsi B CAeAYIOUHi Ps:

Pd > Ag > Hg(II) > Cu(1l) >Bi > PYIII) > TIIII) > Fe(Il) >
>Sn{1) = Co s NI >0 Zn 2Pl Mn > Cd

DAEMEeHTHl OT TNaMIAAus 10 BHCMYTA SKCTPArupylorcs H3 KucibiX
pacreopos (0,1 — 0,5 N), BHCMYT H3BJIeKaeTcst H3 OuYeHb CJIa60KHCIOi
cpeast. Huxenb, no aanueim Pmmepa (657, 6581, sxkerparupyercs
TOJILKO H3 c/1aGollenoyHoi cpenbl. PacTBop auTH30HaTa HHKEISA B YeThl-
PEXXJIOPHCTOM yrJlepoje YCTOHUHB K KHeJaoTaM. KpuBble SKCTPAKIHH U
PesKCTPakuMH He coBnaiaior (puc. 4). Manues [121] pekomenayer sro

gg\ ot Jopasobanue Ni(HDz),
; Tl
y §
Yig. 4
§ § \
RS Wk N /
& 5 >
SSm -2
S - Pagnomenue Ni(HDz), /CCI,
L [ [ { { i L

Al R R U e R e

Puc. 4. OGpasosanne ¥ pasyioxenHe pacTBOpa AHTH30HATa
nuxens 8 CCla B 3aBucHmocTd oT pH pactsopa

— — — — BpeMa pcrpaxuBaHudA 30 cex.:

xusanud 30 muu,

BpeMs BCTps-

06CTOSITENILCTBO HCMOJIL30BATh JJISi OTAENEHHS AHTH30HATA HHKENs OT
JAMTH30HATOB MeTAMJIOB, MaJOYCTOWUYMBLIX B NPHCYTCTBHH KHCJOT.

Cepe6po, pryTh, Naananuit, 30J10T0, Melb, BHCMYT B CTOKPATHBIX
KONMYECTBAX MOXKHO OTANNTh OT HOHOB HUKENd 9KeTpakumefi pacreo-
pom aurnzona B CCly npu pH < 4. Hspneuenne 3THX HOHOB Ipej-
IeCTBYET SKCTpakuuu uukeas. Jlame JecATHKpaTHBIE KONWYecTsa
In** ne usBaekaworcs ¢ nukenem npu pH 8.
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IlHHK, KaAMHI, CBHHEL W TAAAWK SKCTPATMPYIOTCA AUTH30HOM BMe-
cTe C HHKeJIeM, HO NPH BCTPSIXHBAHHH OGbeAHHeHHbIX SKCTPAKTOB C BOJ-
HBIM pacTBOpOM aueratHoro Gydepa, umerowuM pH <7 4, B ¢pase vern-
PeXXJIODHCTOrO yriepojia ocraercss OAHH HHKeab. JlHTH30H pearnpyer
¢ K06a/JbTOM COBEPIIEHHO TaK e, KaK H C HHKeJIeM, N03TOMY OTAENHTL
HHKeJlb OT KOGajbTa JAMTH30HOM HEBO3MOMKHO.

Ilpu orae/leHHH HHKeJNs JHTH30HOM OT APYrHX 3JIEMEHTOB NpHMe-
HAETCS TAaKKe CeJIeKTHBHAS 3KCTPAKIHs H3 PacTBOPOB, COAEPKAIIHX
MacKHpylome areHThl. THOcyabdaT HATPUS, HANPHUMEP, MACKHpyeT
cepe6po, pTyTh, Meab, BHCMYT, maatuny, Taaauii (I11), ceunen [658].
Or on0Ba M HMHKA HHKEJIb MOXKeT GLITh OTHeJeH SKCTPaKiuueii AHTH30-
HOM H3 PAacTBOPOB, COJEPMKAIIMX IHAHHILI: HHKENb OCTaeTcs B BOLHOI
¢aze. Koukpernsle nanHble Mo pasfeseHHI0 METANNoB, B TOM YHCJIe M
HHKeJs1, cofepxarca n 063ope Munuesckoro [962].

JKCTPAKUHA C NPHMEHeHHeM
RuaTuapuTHOKapbamunata (AATK)

210T peareHT HMeeT HEKOTOpble MPEeHMYIeCTBA Mepel AHTHI0HOM
N8 3KCTPAKUHOHHOTO OTAENEHHs HUKEJs.

CHcreMaTHYeCKOe H3YyYeHHe 3KCTPAKUHH HOHOB METa/ljIOB NpPH TNo-
mord JIZITK, a Takmke BAHsIHUS HA 3TOT NPOIECC MACKHPYIOUMX Be-
mecrB Buinonneno Boxe [482] m Munuesckum c corp. [958]1. JUITK,
Kak M JIHTH30H, IKCTparupyer GOJbllOe 4YHCJAO HOHOB METa/lJioB, HO
NPH PasiHYHOA KHCJIOTHOCTH BOAHOrO pactBopa. OxHH aBTOPLl YKa-
3biBaloT, yro coeauuende Hukeast ¢ JUITK skcrparupyercs npu pH
4,6 (12861, apyrne — npu pH 0 [340]. B kucawix pacrBopax (4—3 N
no H,SO; u 2N no HCI) skcrpakuun we HaGmopaercs [908, 1196].

Onucanye NOJHOrO pasjieileHds CMecH 3JeMeHTOB MeTOAaMH 3KCT-
Paxiyi, B TOM uHce oTenenHeM HHKeas skerpakuueii ¢ JIIITK, npuso-
aat Toar [1228] u apyrue asropst [759]. [lasi paspesnieHus HUKeNst, KO-
6anbTa, CBHHLA, KaJAMMs, IHHKA, Maprailia H ypaHa HCNoJb3yercs
skcrpakuus ¢ npumenenneM JUITK npu pH 5. ¥Ypau peskcrparupyercs
1—2 N yxcycnoii xucnorofi. IlunK, Mapranen u KaJAMHH peskcTparu-
pytores 2 N HCI n, nakonen, HuKe1b OTAeN5€TCH OT CBHHIA PeIKCTPaK-
uneit 3%-upiM pacropom KCN. KoGanbt M HHKeab JIErKO pasjedsi-
I0TCS1, €C/IM SKCTPAKIlHs BeleTcsi H3 aMMHayHOro pacTBOpa, rie KobajbT
(IT) oxucasiercss B xoGanbt (111) nepexncsio Bogopona 19761.

Jlns oTaeneHusi HUKeNsl B ONpeAeNeHHbIX YCAOBHSX MOTyT ObiTh HC-
T0JIb30BaHbl M TAKHe PeareHThbl, KaK 8-OKCHXHHOIHH, HHTPO30HADTON H
MHOrHe Jpyrue, paccmarpHbaemble B MoHorpaduu Moppucona n Ppaii-
3epa [213{

Crnenyer eme ynoMsiHyTb MeTOAbI pasjesieHHsi KOGAlbTa Il HHKeIs ¢
HCTO/Ib30BaHHEM SKCTPaKUMH HX POAaHMANHPHAHHOBHIX [678], pona-
uuaamvuauneix  [721], popanmakapGosonnn-2(2-rentaaenna-2-HMu-
azosiin)-sTuaaMuunbix [312] kommnexcos.
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4. ).(POMATOI"PA‘PH‘IECKHE METO/1bl OTAEJJEHUAI HUKEJIA

Honoobmennasi xpomatorpadus

B pacrBopax ¢ BbICOKO# KOHUEHTpauueil COMSHON KHCJIOTH MHOTHe
KarHOHbl 06pasyloT aHHOHHBIE KOMILIEKCHI, KOTOpbie aAcOpGHPYIOTCH
AHHOHHTOM, B TO BpeMsl K4K HHKeJb B YKa3aHHBIX YCJAOBHAX MOYTH He
JlaeT aHHOHHBIX KOMILIEKCOB H OKasbiBaercsi B (HabTpaTe.

[Tpu xpomatorpacguposa-
HHH XJIOPOKOMILIEKChI pasjie-

I2\EM - 4M M A WEM -
JisieMbIX METaJlJIoOB copGHpY- 4 5'5 -5 a5 = (11

JOTCSl AHHOHUTOM H 3aTeM NMO-  § P
CJIeJIOBATENBHO BEIMBIBAIOTCS é
pasbaBJieHHON CONAHOM KHC- € |y, e () Ir
Joroil. HanGonee nerko Bbl- o
MBIBA€TCSl HHKeNb (NpaKTH- §
yeckH He cop6upyercsi). Kpu- &
Bble Pa3jie/leHHs NepexodnelX & |y,
MeTa/lIoB Ha cMone aayske-1 - ¥
IIPHBE/IEHBl HA PHC. 5. <
Ilpn xpomarorpadmuyec-
KOM OTJeNeHHH HHKeJs IIH- | :
pPOKO  Hcnosb3yercss  psj 0 7 w
MacKHPYIOIHX  PeareHTOB Wisi 90 wn

(rauuepuH, THocyabdar, am-
MHaK, UHannA, POAAHUA, CA- pyc. 5, Pasjenenne TepeXOAHBIX MeTANJIOB

JIHIIHUJIOBasi KHCJIOTa, THOMO- Ha cmose [layskc-1
qe%uua, Kommnaekcon III wu
Ap.)- a3

TIpeanoxen MeTOx OTAeNeHHMs HHKeJAs OT APYrUX KaTHOHOB Ha Ka-
tHonute KY-2 npu temneparype 170° C [lal. B stux ycaosusix, kak
YTBEPKIAIOT aBTOPbI, (POHT ancopOUMH BhIPayKeH pesue, 4YeM MPH
KOMHATHOH TeMmneparype.

Muorza uukens OTJEASIOT METOAOM pacnpelenuTeNbHoll Xxpomarto-
rpajun. [Ipn pasjenenuH HHKeJsi H MapraHua Ha aHHOHNHTe B Kaue-
CTBE HEBOAHHIX PACTBOPHTEJEH NMPHUMEHSIOT aUeTOH H H30NPONHJAOBHI
cnupr [1277].

Meton oTeIeHHR HUKENS ¢ NOMOILLI0 HOHOOGMEHHON XpomaTorpa-
¢uu cucrematHsnpoBan B Taba. 37.

Ocapounass ¥ ajcopCuHOHHAsE XpomaTorpaguu

Jlns xpomatorpaHyeckoro OTAe/JeHHs HHKeIs HCIOAb3YIOT Ko-
JIOHKH, HanoJHeHHble CeleKTHBHLIMH cOpGeHTaMH, ¢ KOTOPBIMH HHKEIb
H APyrue KaTHOHbl OGPa3yioT MaJOPacTBOPHMbIE KOMIJIEKCHBIE COeIH-
HEHHsl PasIHYHOH NMPOYHOCTH MJIH OCAAKH PasJHYHON PacTBOPHMOCTH.
Kak npasuio, kpome peareHTa-ocajutessi, B KOJOHKY NOMEINAIOT JAHGO
HHEPTHBI HOCHTENb, JIHGO BenlecTBO, cOPGHpyIOLEe MOJyyalomnecs
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TaGaunua 37

OTaeaelHe HHKeAss METOOM HOHOOGMEHHOH Xpomatorpadum
Homur B T i remer doent L
[TepmyTur Ni, Co 1M Co (NOs)s, H.0 [68]
1M Ni(NOs)
Jayske-2 Ni, Co Pactsop xaopu-| 9N HCI [473]
aos B 9N HCI
AMmGepaut Ni, Co PactBop xJq0ps- | 9N HCI (968}
IRA-400 joe B 9N HCI
To ke Ni, Co Pacteop xaopu-| 1,5M HCI |- [1202]
_ JAOB METaJ/LIoB -} 759 -Hbiii ame-
TOH
AG-50W-X8 Ni, Fe (11I); P.3.3.|Pacteop Hutpa-| 1,5N HNOg; 0,5 N| [1197;
ToB Metaqaqos| HCI 1198)
CBC, CAB-2 Ni, Cu Pacteop xJopu- | [llenounoii pacteop| [173]
JIOB  METaJlJI0B rAdLepHHa
Bodarur Ni, Fe (III) — L{naunansf, poga-| [77]
B H-topme HHIHBI HJH ca-
JIHIHAATHBII
pactsop
Ambepaur Ni, Ag Pactsop Hutpa- | 29 -muiit NaNOg [468]
IR-120 TOB METa/L10B
To xe Ni, U (VI) To xe Pacreop I/ATA [836]
» » Ni, Co, Cu Pacteop xJaopH- | 0,05M NasS:03 - | [821]
JIOB METaJIJI0B -~ CH3COOH
KY-2 Ni, Se(Te) Pacteop ammu- | Amwuaummii pac- | {302]
akaros Metad- TBOP
7108
Nayske-1 4 Ni, Co, Fe (III) |PactBop pojanu- | 0,04M KSCN [1235]
8% JAMBHHHJ- J0B METa/IoB
GeH3o.1a
Jlayske-1 Ni, Co, Fe (IIl), (Pactsop xaopu-| HCl pasmuunoi | [866,
Zn, Cu, Mn JOB METaJjIoB KOHI(eHTPaLHH 979]
(cM. puc. 5)
Nayske-50 o G0, Feg") Pacrsop xaopu- | HCl--metua- (535
Zn Mn JI0B  MeTa.JIoB H.[IPONHJKeTOH
(cM. puc. 6)
Hayske-50W - Nl.Mn, Fe (II—III),|To e 0,1—12N HCI [929]
+ 2—-169% au-| Cu, Cd, Zn,
puHHAGensoaa | Hg(1l)
Jayskc-1X-8 Ni, Mn, Fe(II nIII),[ » » 0,1—12N HCI [270]
Cu, Cd, Zn
KY-2 wau Am- |Ni, Co, Mn, Zn, » 0,1—12N HCI [276]
Gepaur AB-17| Fe (I1I)
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Houur Pasgennem:eu it xiimsgogfcﬂﬁzgy' Amoenrt pg:;.;-a
Hayske-50W-X8| Ni, Al PacTtBop xaopu-| 1,5M HCI [952a]
J0B MeTaJjoB
JHayske-50W-X8 | Ni, Tpexeaaentnwme | Pactop nurpa-| 1,5N HNOj [689]
g H-dopme KaTHOHBI TOB METaJJIoB
Hayskc-50W-X8| To xe To xe —_ [687]
B (dopme 35TH-
JIeH AHaMMo-
Hiist
KV-1 Ni, Cu,. Zn; Co, PactBop cyas- | Pactsop tHOoMoue- | [57]
Fe (11I), Cd ¢daroB Meran- BHHBI
7108
Kd-F-300 Ni, U ®ocdarn 5,5M HNO; [735]

ocankd. B KayectBe TakuX cCOPGEHTOB NPHUMEHSIIOT JHMETH/IAHOKCHM,
8-OKCHXHHOJHH H PAL €ro roMoJOros.

B kauecTBe 3/I0aHTOB MOTYT GbiTb HCIIOJIb30BAHLl OCagnTeNH (pac-
TBOPbl JMITHIAHTHOKapGaMHHATA, PyOeaHOBOAOPOAHOH KHCJOTHI).

Metoabl OTJeNCHHA HHUKEASA CNoco6OM OCaJO4HOH aicoPGIHOHHOM
Xpomarorpaduu mnpexctasdeHsl B Taba. 38.

KoJ0HKH, HanoJiHeHHble CHJHKAreJeM, NPHMEHSIOT LJIf OTAeeHHs
HuKe/s OT ypaua [271, xenesa u mexu [28], xesesa u amomunns [853).

[lenmonosa, o6paGorannas TPH-H.OKTHJIAMHHOM, MpeNJIOXKEeHa
aas pasgenenus cmecn xkenesa (III), ko6arbra m nukens [542], a

- OKHCJIeHHas 1eNJion03a — JJIsi pasjejenns HuKeass H xenesa (11I)

[118]. DmoeHTOM CHYKHT cOJAHAA KHCJIOTA.

OpuriHaabHbIl METOL XpoMaTorpaduu paciyiaBleHHbX cosei Muie-
panbHLIX KHCAOT HHReast, MenH (I), xpoma (I11), koGanbTa M Mapranua
HAa KOJIOHKE, HAMOJHEHHOH CTEKJsIHHBIM MOPOLIKOM, pekomenayer De-
Hapoe [454].

OtpeneHne HUKeass xpomatorpadmeii Ha Oymare

dayn [671, 672] ucnonb3oBaa 1A pasjesesdsi KaTHOHOB Mepexoi-
HbIX MeTalJ0B (BK/JiOuas HHKeNb) KapTOH, NPONHTAHHLIH IEOJHTOM,
OKHCBIO aJIOMHHMsI HJIH aJlOMHHATOM HaTpusi. EMy yaanoch pasiesinThb
<~ | mke unKeas, Meld W Kaamusa. Kak npapuwio, npH pasiesieHHH
cMeceii TePeXOAHBIX META/NJIOB B KauecTBe PacTBOPHTE/EH NPHMEHSIHCD
CMeCH KeTOHOB (MJIH CHHPTOB), BOALI H KOHUIEHTPHPOBAHHOH COJSIHOH
kucaotul. JIisi pasgenenus HHKeNs, KobaabTa, Maprasia, LHHKa H
MOJIHGAeHA TIPHTOJHBI JIHIEL CMECH HH3KOMOJIEKYJIsi PHBIX KETOHOB ¢ cOnf-
HO#l Kuca0TOl M Bomoii (puc. 6, [414]).

OcoGoe BHHMaHHe yAeJsieTcsi MeToay xpomartorpapuu na Gymare,
NPONMHTAHHON OPraHHYeCcKHMH peareHTami — ocaaurensimu. bBymara,

5 AHaauTH4eCKad XHMHHA HHKeNdA 65
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Orneaenine Hukeast MeTOfoM ocafiounoil apcopGuHoHHOM Xpomartorpaguu
AncopGent Pasgennemble sneMeHTH Smioent O6BekT Jluteparypa
8-OKCHXHHOIHH Ni, Co, Zn (Cd) - ihe [69]
To xe Ni, Cu, Bi, Co, Zn, Fe (III), - — [632, 633]
V(V), W (VI), U(VI)
8-OKCHXHHOIMH, HIH Ni,YCu; Ni, Fe (IIl); Ni, Co — i 13781
B-nadroxunoamn nan
Kyndepon
2-Metua-, 3-merun-, 4-we-| Ni, Co, Fe (IlI), Cu, Cd, Zn,| dranonsumit pacteop mu- it [653]
THA-, 2-deHus- W 5-0k-| Al, Bi pHAHHA
CHXHHOJHHCY IbGOKHC- £
JoTa y
AL:Og -+ aumernaguokenm | Ni, Zn — JTiomitnodop [1113]
To e Ni, Cu = — [232]
» Ni, Cd (Zn) S JTromunodopu [83—85]
Jumeruaguokcum -+ yroas| Ni, Co = Kobaabr meraanuueckuit,| [81, 82, 214]
LHHK MeTaJJHuecKHi
JHMeTHIIHOKCHM Ni, Co Taprparuuiit pacteop = [238]
Na,S -+ arap-arap Ni u anementsl, oGpasymouiue — ] (231]
cynb(uab v
(NH,).S + arap-arap Ni, Zn, Co, Fe 2!‘/(!NCHH_=;CS(’)OH +0,AM AR [1180]
4)2
Al,03 Ni, Fe(1lI), Cu Pactsop JUITK ol [408]
AlLOy Ni, Co, Cu, Zn Pacreop autnsona s CHCly — [307, 417}
ALOy Ni, Co,;” G, ~FL(1), Pactsop NasS wau pyGea- = [1118]

Ag, Py, Cd, U (Vi)

HOBOAOPOAHAA KHCJO0TA
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OrneJenie HHKeas METOROM Xpomatorpaduu Ha Gymare

PaszzeasieMple 9JIeMEHTH HIH
COeflHHeHH

TMoaBuKHEBHA pacTBOpHTENb

IlposaBuTEaD

JiaTe-
parypa

Ni, U (VI) (uurpathi)

Ni, Mn, Co, Cu, Fe (I1I)
(x210pHBH)
To xe

NI Al Cr, Gl =Fe (1T
Mn, Co, Zn

Ni, Fe (I1I), Zn, Co, €
Mn

Ni, Fe(ill), Co, Mn, =
Ni, Cu, Co, Mn, U (VI),
V(V)

Ni, Fe (III), Ti, Al, U (V),
Co, Cu (xzopupbt)

Ni, Co

Ni, Co, Fe (I11) (xsopust)

Ni, Co, Fe(ll, IIT), Cd,
Hg (11)

Ni, Co, As(111),Cu, Fe(I1I),
Mn, Mg, Hg (I1), Pb

100 ma >THIOBOTO 3(H-
pa -5 ma HNO;
(ya. B. 1,42)

MeTHJI-H. TIPOMHJIKETOH -
ameroH + HCI (koni. }

Auneron + kon. HCl -+
MEeTHJI-H. TPOMHJKETOH
(50 : 8 : 42)

IlsyxMepHas XpoMarorpa-
tua; nepsoe Hanpable-
HHe: anerod -+ HaO 4+
kony. HCl (87:5:8),
BTOpOC HampaBieHHe:
nupuput -+ H0 (60 : 40)

JlgyxMepHass XpomaTorpa-
(usi; nepeoe HanpasJe-
HHe: KOJJIoAu# -+
0,4N HNOg (1 : 1), BTO-
poe HanpaBjeHHe: ale-
ToH -} 129 -nas. HCI
(88:12)

JToKCaH - aHTHIHPHH
(P

Terparuapobypas -
konr. HCI (50 : 15)

1) Byranoa (uap aMuio-
Bl crUpT) - Gensoda -
MypaBbHHAs KHCJOTA -~
HC1
2) JIuokcad - 3TaHoq
(MeraHou)

Aneron -+ HaO - konim.
HCI (cofepxanue mepe-
MEHHOE)

Aueron + HzO +- xonu.
HC1 (87 : 5 : 8)

JsyxmepHas XpoMartorpa-
¢us; neppoe Hanpasie-
nue; 6yranoa + 1N HCI,
BTODOE HallpaBieHne:
aetod + Hp0 - xonu.
HEL (8755 8)

Byranoa |- H,0 - HCI
(67:27,3: 15,3) wmau
mernaaeron + HCI
(92 :8)

PyGeanoBojopoanas
KHCJIOTA

To xe

Mupuann

PyGeanosopopoanas
KHCJIOTA

Aurdnupus

JuMeTH THOKC M

Na,S uau (N H¢)gS

Na zS

JIpaTHIARHTHOK A P-
Gamar

5%

[521]

[444]
(896]

[100]

[128]

[1046]
(742]
[883]

{882}

[101]
[101]

[1031]
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Paspensiembie 3J1eMeHThl n Jlute-
HJIH COeJIHHEHHS OABUIKHBIE DPACTBOPHTEID TlpossaTeND patypa
Ni, Co, Cu MeTuJaIeTo - KoHIL. PyGeanoBopopoanas| [614]
HCl 4+ H,O (15:3:2) K HCJIOTa
Ni, Cu, Co, Fe (111}, U (IV)| H3onponanona 4 209%-1as —_ [1018]
Gl
Ni, Co, Fe (III) [MocaiefoBarensHo: ot 12N = [595]
HCI1 u nuxe po 10N
Ni,U(IV) Abup -|- rerparugpodypan — [1284]
Ni, Fe (I11), Cu (xaopuart)| Xuopodopwm -|- ameron — [467)
Ni, Ti(1), Ag, Mn, Cd, 40%-naa HF PajnoakTuBHbIE [893]
Co, Cu, Zn (dropuapi) H30TOTIEI
Cu, Ni, Te, Co (okcana-| 50%-Hulii 3TaHON JIUMEeTHIIHOKC HM [1160—
THI) 1162]
Ni, Cu, Te (uutparbi) To ke To e [1164]
Ni, Mn, Fe(III), Cu, Co | TpuGyruadocdar - HCI — (1264,
(9—10M) 1265]
Ni, Fe(Ill), Cu, Mn, Co | Bensounaneron -+ Gyranon | PunoGpoMur u {1047}
H3S04
Ni, Co, Cu (auernnaunero-| [ ukJorekcan - JIHOK- JIHMeTHIIITHOKCHM [457]
HaThI) CaH -|- MeTanoJ HIH pyGeaHoBoj1o-
(84:10: 6) poxHas KHcJoTa
Ni, Fe(I1I), Cu, Mn Bensou - meranon - JuMeTHATHOKCHM | [455]
(2-renonnrpudropanero-| CHsCOOH (68:30 : 2)
HaTHhI)
Ni, Fe (III), Cu, Co, Mn| [Terposeiinbiii s¢up -~ PyGeanosojopoanas| [456]
(2-TenousnepdTopoty- METAHOJI KHCJ/I0Ta
THPHJAMeTAaHaThl U 2-y-
poume phTopobyTH PHI-
MeTaHaThl)
Ni, Mn, Co (ammuaxartsr) | NH,Cl 4- NH,OH B npucyterun sta-| [1066]
Hosa Ni u Co pge-
JsITCA  pesue
Ni, Zn, Mn, Co, Cd, Cu |[lupuauH HJIH S5THJIEHIH- — [826]
amua ¢ 1 M NH4NOg
Ni, Zn, Co, Mn (antparsr)| 0,4N KCN (pH ~ 6)c 59 — [919]
1o oobeMy GpomHOM
BOJLBL
Ni, Cu, Co (popanuje) | HSCN y 8-OKCHXHHOIHH [934]
Ni, Co, Cu (popannasl) | Byranoa -- nupuass - i [1243]
NH,OH (80: 20 : 10)
Ni, Co (xs0puzast) 10—12N HCl o [995]
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NPONHTAHHAS KOEBOH KHCJIOTOH, HCNOJB3YeTCs IS OTAeNeHHs HUKEJs
or menu u xesesa (IT1) [1299], mponurannas XJOPaHHIOBOH KHCJIO-
TOH — J/IA pasfenenus HuKe s, xemesa (I111), koGanera, Mefd, HUHKA,
cepe6pa, kagmus, prytu (I1) u csunua [449]. Ha 6ymare, nponutrannoi
py6eaHOBOLOPOAHON KHCJIOTOM, pa3lensiorcsi Melb, HHKeNb, KOGaabT
{959, 988, 9901, nponHTAHHON AUTH30HOM — HWKEb, KaJMHiH, CBHHEII,
BHCMYT, ¥eJjeso, cepedpo, PTyTh, OI0BO H yacTHYHO KoGaabT [960, 961 1.
Ilpumenenne Gymaru, NpPONMTaHHOM 8-OKCHXHHOJIMHOM, NS OTHEJe-
Hua HERens omucano Puscom [1078] u JlackoBekum [887]. Imsa stoit
Ke Ledd COyXKHT Gymara, TPONUTAHHAs IUMeTHIIHOKcHMoM [413].
B orcyrcTBHE OKHCIHTEAs HHKETb MOYTH HE MHIPHDYET B OTJIHGHE OT
NPYIUX 5/]€MEeHTOB, B NPHUCYTCTBHH K€ OKHCIAMTENs (HAnmpHMep, GpoM-
HO# BOIBI), HAallPOTHB, HHKeNb NPOABHUraeTcs GhICTPee OCTAMNbHBIX KaTHO-
HOB.

Kemon +&8 % 1N A Kemgn +157 BN | Hemow+ | 8N

|
= I HC! |327; 8N 1 HCI
Sy bd ] BatEs
35 (- “In Auch gpowm | | {
I
NS 7 ! ! |
N Qg | | |
¥ |
& B i1 Cu C f ! 1 8a
< ‘ i Mn L/
50 100 50

Jbsem snmwawnma, mn

Puc. 6. Kpuppe 3OHPOBaHHS XJIODHAOB DA METALIOB
Kamgore meraaaa 0,5 se; cxopocTs anonposanun 0,16 malrun

Ilpennokens MeTOAE! OTIENEHWs HUKENs 3JeKTPoXpoMarorpajpuedn
Ha Gymare [1139) B npucyTcTBun okcukucnor (412, 435], 2,2-6unupu-
nuaa, 1,10-penanrponnna (4711, pyGeanosonoponnoit kucnors [9881,
tpucocparos [1145].

Tpennoxen [1222) MeTon pasjenenHst HUKeNs, KoGanbTa M xKejesa
(I1I) ra 6ymare, IPONHTAHHOH TPH-H. OKTHJIAMHMHOM, KOTODHIfl BHITOJ-
HAET POJIb aHHOHHUTA.

Hagarasa [991! ormenmn uHkeab ot xedaesa (I11), kobaasta H
IIMHKa SKCTPAKIHedl pacTBOPOM B KePOCHHE JONelMHWJI(TPHATKHIME-
THN)-aMHHa (amMGepanT A-1) H3 BOZHOTO CONITHOKHCJIOTO PacTBOPA STHX
cosiefi. Hugenn ocraercs B BONHOH daze, a KOGanbT, kKejle30 B MUHK
NepexoisaT B OPraHHYECKYo.

YenoBHs OTHeNeHHs HHKeIs XpoMaTtorpadueil Ha Gymare npejcTaB-
Jenbl B Ta6a. 39. :



Tarasa 1V

TPABUMETPUUYECKHE METOJbI
OTPEJEJEHHS HWKEJS

1. OPCAHUYECKHE PEATEHTHI
JJI TPABUMETPHUYECKOro ONPEJEJIEHWSA HUKEJIM

a-/{THOKCHMBI

BoabMHCTBO rpaBUMeTPUUECKHX MeTOAOB ONpefeneHHs HHKesd Oc-
HOBaHO HA ero crnocofHOCTH 06Pa30BLIBATD COEIHHEHHS C 0-THOKCHMAMH.
Kak yxe orMewasiochk (cM. crp. 15), UyraeBbiM Hccle0BaH PAIL COeLH-
HEHMH 0-IMOKCHMOB C HHKeJeM, OTpe/ieJieH X cocTaB U MOKa3aHo, uTo B
OTpeNie/IeHHbIX YCAOBHAX 3TH COEMHEHHS BLIAGAAIOTCA KOJHYECTBEHHO
13541.

Jo nocjieiHero BpeMeHH /sl BbIAeJeHHsI HHKEISA NPHUMEHSJIH IJaB-
HBEIM oﬁpaaorvt JHMETH/IIHOKCHM H B MEHBIIEH CTENEeHH (-GeH3HITHOKCHM.
Uyraes 0TMe4aeT MEHBIIYIO PACTBOPHMOCTh COENHHEHHS] HHKEJs ¢ IHOK-
CHMaMH MO cpaBHeHHIO ¢ jguoxkcumatamuH Cu, Co, Fe, a rtakxe
TEMIepaTypHY0 YCTOHYHMBOCTH JAMMETHJIAHOKCHMATA HHKeJd,

Peakuuss 06pa3oBanus JHOKCHMATOB OOpaTHMA:

Me?* + 2H;D 2 Me (HD): -+ 2H".

UyraeB pexOMeHIOBaJ MeTO] KOJHYECTBEHHOTO OIpeNeNeHHsT HH-
Kelsi B MPHCYTCTBHH GOJBIIHX KOJMHUecTB Kobanbta. Kobaast (1)
nepeBofsAT OONbIIUM H3OBITKOM aMMHaka [pH JOCTyNe KHCI0pPOXa BO3-
JyXa B aMMHauHOe KOMIuieKcHOe coennHenue kobaapra (III), KO-
TOPOE HE MEIIaeT BLICJEHHIO IHOKCHMATA HHKENS STAHOMbHBIM pact-
BOPOM auMerHnauokcuMa. Ocajok peKOMeHAyeTcst NIPOMBIBATL BOXOH H
cymuts npu 110—120° C

Pesynbrathl paGoTh I-Iyrae:aa N0 H3YUYEHHI0 KOMIIJIEKCHLIX COefHHe-
HHH o-1H0oKcuMaToB [363], B KOTOPHIX OH NOKa3as pas/iuyHe B CBOMCTBAX
nuokcumaros Ni, Co, Fe, Cu, Pd, B nanbuefiieM HCmoJIB30BaHBL Psi-
JIOM aBTOPOB JJ1s Pa3paGoOTKH METOJIOB OMpele/leHusl HUKels B MPHCYT-
CTBHH 3THX 3JeMeHTOB. Onnako Bpyuk [507, 508] ormeuaer sanmxenne
pesyabTaToOB iA HHKENs, €cIM B PacTBOpe colepxkurca KoGalabT B

0



GOMBIIHX KOJHUECTBAX, M IpeinaraerT B TAKHX CIyuyasiX ONpPeNelnsiTh
HHUKEJIb TIPH YCJOBHH, €CJH KOHLEHTpauusi Ko6aubTd He OYIeT NpeBbl-
wats 0,1 2 va 100 ma pactBOpa.

BpyHuk, conocrapasia MeTOAb! pasjiesieHHs] HHKeNs W KofanbTa, CUH-
TaeT, YTo 6OJiee TOUHBIE Pe3y/bTaThl NOAYUAIOTCA IPH OTACNIeHHH HUKEa
OT K06a/bTa AUMETHAIHOKCHMOM 10 CPABHEHHIO C HHTPHTHEIM CTIOCOGOM.
KoGanbr ¢ ANMETHJIAMOKCHMOM 06pasyer 0caloK 3eJIeHOTO [BETa TOJbKO
NPH AIAHTeNBHOM cTosiHHH. [IpH ocaxKIennu HHKeNs B NPHCYTCTBHH KO-
Oanbra OOJBIIOH H3OGBITOK aMMHAKa B PACTBOPE JIHIIb HE3HAUHTEILHO
MOBHIIIAET PACTBOPHMOCTH IHMETHIIHOKcHMara uukeas [509, 5111
[Ins TNOBBINIGHHS TOYHOCTH pPE3YJAbTATOR TNepe] OTJeJIeHHEM OCaKa
PEKOMEHJlyeTcsl OCTaBHTb CTOATb PacTBOpP ¢ ocagkoM 1 uac.

B cayuae onpenenents MaJblX KOJHYECTB HHKeJs B cO/IAX KoOalbTa
pesyabTaThl NOJAYYalOTCs 3aHHIKEHHBIE, H IOSTOMY PeKOMEHyeTcst MHHe-
pPanbHYIO KHCJIOTY BLIBOIHTL M3 PacTBOpa JeficTBHEM amerata HaTpHA.
H3-3a pacTBoOpsIONlero JeHcTBHs 3Tanoja 00LeM pacTBOpa peareHTa He
JOJIZKeH ObITh GOJIbIIe MOJOBHHEL 00lIero obeMa pacTBopa, H3 KOTOpPOro
BbiZenslOT HuKenAb [508, 5101.

H660oTcon [777) cuuraer negocTaTkoMm Merofa DpyHKa crnocoGHOCTD
NHMETHJIIHOKCHMATA HUKeNsI TepeXOJUTh B KOJJIOHIHOE COCTOSTHHE MPH
NPOMBIBAHHH ropsiueil Bonofi. L1 mpenoTBpallieHHs STOrO sIBJEHHA OH
PeKOMeHAYeT K IPOMBIBHOH MKHIKOCTH N06aBAATb HUTPAT AMMOHHSA,
OCaJIOK JUMETHIAHOKCHMATA HHKeJs, I[epeHeceHHBIH Ha O6yMaKHBbIH
(UNBTP, CKHraTh H B3BelIHBaTh B (POPME OKHMCH HHUKEJs.

Boiinb [489] pekomenayeT B3BelIHBATL OCAJ0K AMMETHIIHOKCHMATA
HHKeJIS.

Juk [599] npeanaraer npoMeiBaTh OTQUIbTPOBAHHOE Uepe3 THreb
['yua coenuxenue xuMeTHATHOKCHMAara HHKendss 95%-HBIM 3TaHOJIOM,
3(hHPOM, BBICYIIHBATh B BAKYyyMe H B3BeIIHBATL AHOKcHUMAT. [1pu onpe-
Je/ieHHH GOJIbUINX KOJIHUYECTB HHKeAs OCAJ0K OTAEIAIOT HAa OYyMaKHOM
thunbTPe, 3aBePTHIBAIOT BO BJAKHBIH (QHJIBTD H NPOKANHBAIOT; BECOBOH
(opmoii siBasiercst okuchk uukeas NiO [58, 95, 182]. Boroso6os [485]
OTMeyaeT MOJyYeHHe 3aBbllIeHHBIX Pe3y/abTaTOB NPH O30JeHHH JHMe-
THIIHOKCHMATA HHUKeNMs W npokanusauuu a0 NiO. Barenman [1250]
npejiaraeT pacTBOPsATH JHOKCHMAT HHKeJs: B pasbaBlieHHOH KHCJIO0Te H
ONpeieNsATh HHKeb 3ekTponausom no Gumepy [326]. Buio ormeyero,
4TO OCAJOK TMMETHIIHOKCHMATA HHUKENs 3aMETHO PACTBOPHM B ropsueii
soze [1005], mosToMy npoMbiBaTb €ro cJaeiyeT XOJIOZHOH BOLOH M Bhl-
cymnBate mpu  110—120° C.

HanGonee yacro HuKeas B3BeIUBAIOT B (hopMe JHUMETHIAHOKCHMATA
1452a].

[Tpu onpejenennu HUKeAs B IPHCYTCTBHH Kese3a BpyHk pekoMeH-
JIVeT ToCHeHee MacKHPOBATh BHHHOI WJIM JIHMOHHOH KHCJIOTAMH HJIH
BOCCTAHABJKMBATL CEPHUCTOH KHCJIOTOH, THOCYAb(ATOM, THAPA3HHOM,
THAPOKCH/JIaMHUHOM, OHcynabbutoM Hatpusi [1262]. B mnepsom cayuae

[1055, 1094] ocagok AUMETH/IAMOKCHMATA HHKeJsl 3aTpPA3HAETCH XKe-
AE30M.
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[Tpu onpejeseHHH MAJIbLIX KOJTHYECTB HUKEJs JHMETHIIHOKCHMOM Me-
Tofom YUyraeBa — BpyHKa pesysbTaThl NONyyaloTesi HeTounsiMH [8581,
TaK KaK OCaJIOK JHMETH/IJHOKCHMATa HHKeNs cofepXKHuT Ko6aabT. B stom
cayuae caenyer [858] mepesectn conn ko0anbTa H HHUKEIS B IHAHHL-
Hble KOMILVIEKCHBIE COeJMHEHHS M 3aTeM BbIAEIHTH HHKeNb, AelicTBYsI
O6poMHOH BOJOH HA HIE/IOYHOH PAcTBOP LHAHHI0B 9THX /1€MEHTOB, B BUje
rugpookucu Ni (OH);; npu atom KoGanbT octaercda B pactsope. Boije-
JIEHHYI0 IHApOoKHCh HHKenst (I11) pactBopaioT B MHHepaibHOH KHCJIOTE
NIPH HATPEBAHHH, OCAMAAIOT HHKENb JUMETHIAHOKCHMOM H B3BEIIHBAIOT
Ni(HD),.

Meron Mupnbrona u Munaepa [9541, xak u npeapiayuiuii, ocHOBaH
Ha pasiTHYHON YCTOHYMBOCTH LIHAHMAOB KoOanbTa H HAKeas. K pactBopy
UHaHugoB KobGaabTa H HHKeas JoGaBlslOT OCTOPOXKHO, IO KamjsM,
1%-uplit  pacTBOp HHTpara cepefpa I paspylIeHHs IHAHHAHOTO
KOMIIJIEKCHOTO COeJHHEHHS HHKENIS; TOCAe 3TOr0 HHKENb BBIEIAIOT
JHMETHIIHOKCHMOM. -

INpennaraerca ofpaboraTh HHaHHAL KOOAIbTA M HHKEIS PacTBO-
poM HHTpara cepebpa, ocaxjas KoOanbT B BHJAE MajaoOpacTBOPHMOro
Ag, [Co (CN)l [1109al. M3 ¢uabTpata BHIIEASIOT HHKEMb JHMETHJ-
JHOKCHMOM.

CoBMecTHOE NPHCYTCTBHE JKede3a M KoOanbra 3aTpyAHsieT Ompeje-
aenne Hukenas [451]. B stom caydae o6pasyercs coeuHenHe, cojepxa-
mee Kene30, KoOaJbT, JUMETHJIAHOKCHM, OHO OCAXKIAaerTcs BMecTe ¢
JUMETHIJIHOKCHMATOM HHKenasi. Buabnentypr [1262] npusogut Qop-
myay FeCoCi,HigNyOg. [lo3uee Gouto mopteeprkjeHo oGpasoBanue
coeHHeHHA Gau3KOro cocraBa [243]; coennHenwe Jerko pasnaraercs,
BBIAEISAS] TIPOAYKTH MHAPOIH3A, UTO FOBOPHT O €ro Majoil MPOYHOCTH.

[Mpeioxen MeToj onpeae/aeHHst HHKeIs B NPHCYTCTBHH KoGalbTa
H kesie3a Ge3 HCNOMB30Banus UHaHHAa Kaius [243]. las npegoTsparie-
HHSl BbIIeTeHHs 0cajKa IHMEeTHIIIHOKCHMATA Kele3a H K00a/bTa Kene3o
NpeIBAPHTENBLHO HIH BEIIGMAIOT THAPOJH3OM B BHJIE OKCHALETATd, HIH
BOCCTaHaB/IHBAIOT 0 Xkeae3a (I1), a B ganbHelineM ocaaaioT HHKeNb B
NPHCYTCTBHH K0Oa/jbTa, MPHOAB/SA H3OBITOK CYXOrO JIHMETHJIAHOKCHMA
H aMMHaK J0 LieJoyHOH peakiuu Ha JakMmyc. KoBaabT npu 3toMm nepe-
XOAHT B CpaBHHTENILHO Xopowo pactsopuMoe coenunenue [Co (NHg),-

-(HD), ICl; pacrBopumocts ero 1,25, 1,69 u 2,49% npu 10; 20 u 30°C
COOTBETCTBEHHO; OHA YBEeJHYHBACTCS B HelTpasbHO MM caafollenoy-
HOH cpelle, T. €. B YCJAOBHSAX BLIIEIEHHS JUMETHIHOKCHMATa HHKENs.
ITpu pH 7 u 20° C 6wo naiigeno B pactBope 4,62% KoMmaekcHoro
coefHHeHHsA KoGaabta. [TosToMy HpH OmpeleeHHH HHKEIS B NpPHCYT-
CTBHH KOGaJbTa HeOGXO MO pa3GaBiaTh pacTBOP TAKHM 00pa3oM, uToOb!
KoGasIbT He BBIAENSJCA B 0CaJ0K BMecTe ¢ HukeaeMm. Ocafok AHUMETHI-
JMOKCHMATa HHKessi (BMecTe ¢ H3OBITKOM AMMETHJIIHOKCHMA) OT(HJIBLT-
POBLIBAIOT, IPOMBIBAIOT BOZO#, o6pabaTuiBatoT ropsayeit HCI (ya.8. 1,12) u
H3 (HALTPATA BLIAEJSIOT  HHKEIbIHMETHIAHOKCHMAT — OCTOPOMKHBIM
JobaBaeHneM pazbaBleHHOr0 aMMHaKa MM pacTsopa aierara HaTpHs.
Ocanok oTduibTPOBLIBAIOT Yepe3 1 yac. npH OnpeaenenH CPaBHUTENBHO
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CONMBIIHX KOJHUECTB HHKeJsl HJH uepe3 3 yaca npH onpejesenHH COThIX
Jl0NIed TNpOLEHTa.

Kupunk [841] npn onpefesienui HuKeAs B CHeLHANbHBIX KOGAIbTO-
BBIX CTANAX YKaspiBaer, uto KoGaanT (I1I) ne oGpasyer coeHHeHHS
Fe — Co — DH,. Jlas npeloTBpalieHHsl BbIACJEHHS COeJHHEHHS
Fe — Co — DH, pekoMmeHzyeTcsi 1epej OCaxieHHeM HHKeJIs 100aBaATh
N’ N-aunokcustuaranuns, [5231. ]

Koporyn [163] npu onpejenentn HHKeNs B IPHCYTCTBHH KobabTa
OKHCJISeT ero, a Ocaj0K AHOKCHMAaTa HHKEeNs Nepeocamiaer.

[1pu onpefeneHHH HUKeNA B IPHCY TCTBHH KoOa/bTa U Xejle3a HCIoJb-
3YIOT Pa3/iMYHyl0 YCTOHYHBOCTb [IHAHHCTBIX KOMIIEKCHBIX coeHHeHHH
KoGanbTa M HHKeas [645]. K pactsopy, cojepxalieMmy KOOamabT, Ke-
J1€30, HHKelb, MNPHJIHBAIOT MO KalVIAM pPAacTBOP UHAHHAA KalHs 10
pactBOpenus OOpasylollerocss Ocajika, NpHOABJIAIT NPH HarpeBaHuH
NnepeKHCh BOAOPOAA AJsi OKHCJeHHSI KobanbTa (I1) B xobanept (III).
[Tpu 5TOM nOMYYAeTCs PAcTBOP MELOBO-MKENTOro LBeTa. Ias ynanexus
W36LITKa ILHAHMAa J00aBAAIOT npH HarpesannH Jo 50—60° C no
KanasM pacTBOp (opMaibieruaa AO TOSBJEHHS €ro 3amaxa H cyxoit
AuMeTHAIMOKCHM. OCafoK AMMETH/IHOKCHMATa HHUKeNs H H30HITOK AH-
MetusgHokcuma uepe3 0,5 — 1 yac. (B 3aBHCHMOCTH OT KOJIHYECTB HH-
Kesisl) OT(HILTPOBBLIBAIOT, INPOMBIBAIOT BOJOH, o6pabarbiBaloT pa3baB-
saennofi HCl u BblgeisloT H3 3TOrO pacTsOpa CHOBA JAHMETHJ/JHOKCHMAT
HHKeas N06ABACHHEM aMMHAKa H/H aietata HaTpha. MeToj mpHrojeH
A5l OnpeneNeHHsl Kak C/e0B, Tak H GOMBINHX KOMHYECTB HHKeIs B
NPHCYTCTBHH KOOa/bTa H Xejesa.

Pasanunasi ycroiuuBocTb muanigos Hukeas (1) m koGanbra (111)
uenoabayeress W B APYrux Meronax. Tak, Henankesnd u CanTtebiKoBa
onpeeNsiii HUKeJIb TPDABHMETPHUECKH B (HILTPaTE OT Ag, [Co (CN),l
u Hg, [Co (CN)l [227].

Hukeap B MPHCYTCTBHH OJHOIO JKeaesa onpejensercs Ge3 OC/I0K-
nenui. [lpeanaraercs OTAENATb 2Keqe30 B BHAE OCHOBHOrO alleTaTta
[1093] mam Ayuwe MackmpoBaTh BHHHOI Kucaoroii [96, 182, 192] man
aumonnoii kucaoroit [73]. Ecan konuuecTBO Kese3a HEBeNHKO, TO €ro-
0CAIKAAI0T AMMHAKOM B BHJIe THPOOKHCH, IPOMBIBAIOT 0CAZI0K PACTBOPOM
XJOpHJA AMMOHHSI H H3 (QHJBTPATa OCaXAAIOT HUKENbANMETHIAHOKCH:
Mar. Jlyuiige pe3y/bTaThl MOMYHAIOTCS, €C/H OCAXKJATh JKeJAe30 BIMY-
yeHHOM cyCreH3Hed THAPOOKHCH [IHHKA HJIH aleTaTHbIM METOAOM [731.

[Ipn onpejeneHHH HHKeIs AHMETHIIHOKCHMOM B NPHCYTCTBHH HE-
GOJBIIMX KOAHYECTB KO0OaJbTa, MapraHua M 1IHHKa MoJy4Yarorcs XOpo-
mme pesyastathl (731, ecan K uccaexyeMoMmy pacTsopy, COAepHaileMy
JIOCTATOUHOE KOJHYECTBO aMMOHHIIHLIX COJIell H c/Ierka NoAKHCIEeHHOMY,
narperomy Ao 60—80° C, nobasasthb 1% -Hplii 3TaHONBHBIH PacTBOP
JMMETHIAMOKCHMA M 10 KAIUISIM, OCTOPOXKHO, PasGaBieHHbIH pacTBOp-
aMmpaka B HeGosblioM M3GbITKe. Yepes | yac noc/ie cTOAHHS Ha napo-
BOii Game 0CAAOK OT(GHABTPOBLIBAIOT Yepe3 (HUABLTPYIOUHH THIeIb,
MPOMBIBAIOT XOMOAKOM BoAoil, cywat npu 120° C 1 B3BeWIMBAIOT. O6ne-
MHCTHII OCAJIOK JHMETHIAHOKCHMATa HHKeJAs OTACASIOT Ha OYyMaMHOM
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¢duabLTPE, OYeHb OCTOPOKHO CKHIAIOT, MOCTENEHHO MOBLIUAS TeMIiepa-
Typy, u B3BewusaioT NiO.

B npucyrctBHH GONMBLIMX KOJHYECTB MapraHila, KobanbTa H LIHHKA
PeKOMEeHAYeTCA OCaXKIaTh HHKEJNb 3TAHOILHLIM PAaCTBOPOM JAHMETH.-
JAMOKCHMA H3 pPACTBOpA, COAEpKalllero YKCYCHYIO KHCJAOTY M alerar
watpus. [las onpejenenns HUKeJsl B IPHCYTCTBHH ¥Kese3a u Mean [8311],
MelIalomie snemMentsl yraastor autusonom B CCly u B BogHoM pacTBOpe
ONPEJeNSIIOT HHUKEeb JHMETHIAHOKCHMOM.

[lpu ompegeseHHH MalbiX KOJHYECTB HHKeS MOMYYAIOTCS 3aHHMKeH-
Hble pe3yJbTaTsl B NPHCYTCTBHH aMMHaka, unutpaTtoB [641] u xpoma-
ToB [818]. Bonbmoe 3HaueHHe AJas OnpejeseHHs CPABHHTEIBHO MajblX
Koauyects Hukeds (0,5 — 10 mM2) MMeeT KHCAOTHOCTb pacTBOpa, He-
3aBHCHMO OT TOTO, NPHMEHAETCS PacTBOP aMMHAKa WJIH aleTata HaTpH:
(ta6a. 40).

TaGauua 40

BHJ(EJ[EHHe AAMETAANHOKCHMATA HHKEAA B 3ABHCHMOCTH OT KHCAOTHOCTH
pacrsopa [243]

O6neM, ma | KosuuecTsn HuKkeasn, me
o6 ui nuerg:“z i 7 1:.‘:."'ﬁ§:;‘a' B BBEJACHO Haigeno
100 0,5 (1M) ry 4,2 9,8 8,3; 6,4
100 407y _ 5,0 9,8 9,2:'9,6
100 IR o 5,9 9,8 9.7, 9.8
160 3,8 (10M) — 6,6 9,8 9,9, 9,8
100 ST U 6,9 9,8 0.8:.9,9: 9,8
50 2 (1M) ‘s 6.2 0,98 0,96; 0,97
100 b g 6,2 0,98 0,98; 0,95
100 v R — 6,2 0,98 0,96; 0,99
100 2rions 20 6,2 0,496 0,5; 0,49
100 PR — 6,2 0,287 0,26; 28
100 — | 6,6 9,8 10,0; 9,8
100 e 2 8,4 9,8 9,8; 9,7
100 = 2,9 8,6 9,8 9,8; 9,6
100 e 5,0 10,2 9,8 9,7, 9,8
100 L2 12,5 0,65 NNH,OH 9.8 8,6; 8,0
100 —_ 2510 1,38 NH,0H 9,8 7,8:8,9
i |

Kak BuaHo u3 tata. 40, JHOKCHMAT HHKEJAA MOJHOCTBIO BLIJEISETCH
npu pH 6,0 — 10,2. B npucyrctuu GOAbMIHX KONMYECTB aMMHaka
NoYYalOTCsl 3aHHXKeHHble pe3y/abTaThl H (PHABTPAT MOC]e OTAENeHHs
ocajKka OKpallleH B PO30BBIH LBeT BCJeacTBHe 006pasOBaHHA PacTBOPH-
Moro coenuHenus auokcumara uuxens (I11). KyawGepr {180}, no nau-
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upM [lemkosoit [245], nokasan 3aBHCHMOCTb NOJHOTHI OGpasoBaHHA
ocajka JuMeTHaaMOKcuMaTa Hukeas ot pH pactsopa.

3 Tabn. 40 TakxKe BHAHO, 4TO pasdaBjeHHe He BJAHAET Ha MOJHOTY
BbiIeJeHHSI OcajaKa, HO NPH YBelHdeHHH o0bema A0 200—250 ma
ocaok o6pasyercs Me/leHHee H J0/KeH GbiTh OT¢UIBTPOBAH He paHblle
yem yepes 3 uaca. M3 pactsopa oGpemom 100—150 ma ocajok MOXKHO
oriensith yepes | uwac. [Iph Mcnonp3oBaHHH MaKpOBECOB HEMb3s Onpe-
pensite Menblue 0,2 me HHKeJs.

B npuCYTCTBHH 3HAYHTENbHBIX KOJHYECTB 3TaHOMA, BBOJMMOIO
C pPacTBOPOM JHMETHIAHOKCHMA, B c/ydyae Olpejesenns MalbiX KO/H-
gecTB HHKeJs MOJNy4aloTcs 3aHHIKeHHble pesy/ibTaThl [245]. Pactso-
PHMOCTb JMMETHJAMOKCHMATa HHKensi B 100 M2 BOAHO-STaHOMLHBIX
pactBopoB, cozepxamux 60,3, 20 u 15% sranona, OpHEHTHPOBOWHO
cocrasaser 4; 2 u 0,6 M2 cOOTBETCTBEHHO.

BhiieATh MATbe KONH1IeCTBA HHKENs U3 PACTBOPOB ero YHCTOM COMM HIIH JIPYFHX -
06BeKTOB HEOOXOAHMO TPH COGMIOACHHH ONPEIeTeHHON KHCAOTHOCTH B NPHCYTCTBHM
METHJIOBOTO KpacHoro. ONTHMAIbHLIMA YCHOBHAMM JUIs OnpejeieHns HHKead B pa-
CTBOpE YHCTOH €ro COMH SIBMMIOTCA CAELYIOULHE. K narperomy 10 Hauajla KHDeHH#
pacTBOpY, COfepHalienmy 0,2—25 me Ni, po6apastior 2—3 KamJ{ pacTBOpa METHIOBO:
ro KpacHoro, A00aB/MOT aUeTaT HATPHS HIH AMMHAK Z0 A3MeHEeHHs OKPACKH pactBo-
pa B WeAThlil UBET H MOCTENeHHO npuGasnsor 1% -Hulii 3TaHOMBHBIA PACTBOP AHMETH/ -
JHOKCHMA 0 NOJHOTHI OCAANEHHS AHMETHJAAHOKCHMATA HHKessl, BCe BpeMs CJEIAd,
yToGH OKPACKA PacTBOpA OCTaBaslach wento. Ecii copepiurest HHKeNd He MEHbIe
1 sz B 100 M4, TO ocagoK OTHHIBTPOBHIBAIOT uepe3 1—I1,5 yaca; NpH MeHbIIEM
COlepIKAHMN HHKENST HIIH Goabiem oObeme OCAiOK oTiensior. yepes 2,5—3 uaca.
Jlas oTdUABTPOBLIBAHH S TIPHMEHAIOT GuabTpylomui Tireas Ne 3 uan 4, NpoMLIBAIOT
ocanoK XOMoAHO# BOAOH, BricymmBaor npu 120° C 1 pasewnpaior. PaxTop nepecuera
na Ni pasen 0,2032.

Ilpu pH > 10,2 pesy.ibTathl CTAHOBATCA 3aHHKEHHLIMH.

Ilia GLICTPOrO OnpeleJIeHHs HHKes npejraraeTcsi B KayecTBe pe-
aKTHBA MCIIONb30BaTh BOAHBIA [313] MaM les0oyHON pacTBOp AHMETHJ-
auokcuma [5371].

O6beMHCTbI 0caloK JMMEeTH/IAHOKCHMATa HHKeNs Bbi3biBaeT Hey100-
crBa npH onpesenennu Gonee 30 me Ni. [lostoMy npeicrasisier unte-
pec ocaxjeHHe IUMETHIIHOKCHMATAa HHKEIs MeTOAOM BO3HHKAIOLIMX
peareHTOB M3 HArpeToro e IKHCJEHHOTrO pacTBopa, K KOTOpomy JoGaB-
Jena MoueBuHa M 1%-Hbli pacTBOpP AMMETHJIAHOKCHMA B H. IPONHIOBOM
cnupre [711]. Tlpu HarpeBaHuH pacTBOpa, COJepiKallero MOYEBHHY,
KHCJIOTHOCTH PACTBOPA TOCTENEHHO MOHHIKACTCS M BBIEJAACTCA KpyI-
HOKPHCTAIHYECKHH 0Ca/I0K JUMETH/IHOKCHMATa HHKeId [470]. ror
MeTos npHroxeH Aas ocaxjenus o 100 me nukens.

TOpAOH ¢ COTP. PEKOMEHIYIOT MOJAYYaTb KPHCTA/IHUCCKHIL OCajloK
JMMeTHAAHOKCHMATa HHKeIsl HarpeBaHHeM pacTBOpa, - COAepiKalero
1,2-6yTanuos, aMMHAK H THAPOKCHJAaMHH | 1102 — 1104].

I'purtunr, ae-Bpue n Memnon [715] cnexrporpaduueckn Heeme-
JOBaJIH YHCTOTY OCaiKa JAHMETHJJHOKCHMATa HHKeIsl U YCTaHOBHJIH, 4TO
B HEKOTOPO# crenenn npoMcxoput coocaxpaenue Al, Cr, Cu, Mn.
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He coocaxpaoress K, Na, Sr, Ca, Ba, Mg, Zn, Cd, Sb, As.

0-BeH3WIIHOKCHM  4acTO HCNOMb3YeTcs A/l TPaBHMETPHUECKOro
onpexeneHns HHKeas. rak [422] coobuua o pesyapTaTax KoaHuect-
BenHoro onpexenenus 0,002 me nuxens B 5 ma pacTBopa ¢ HCNOJIb-
soBannem 0,2%-Horo pacrsopa a-GeHSHIIHOKCHMA B alleTOHe B CJ1a6o-
ammuaynoi cpege. Ilpenenvnoe pasbasienne 1 : 2 000 000. Srak oTMe-
4aert, 4To crokparHblie KoaunyectBa Co, Fe, Mg, Cr u Mn me wMemaior
Onpene/eHHIO HHKe/Is, HO GOJbLIHE KOJHYECTBa HHTPATOB 3aHHKAIOT pe-
3yabTarhl. HuTPathl HYXHO NpeABapuUTeibHO YAANATh BHINIAPHBAHHEM
C CepHOH KHCJOTOH.

Coefnienne HEKeNd ¢ a-GEHSW/JAMOKCHMOM IpPAaKTHUECKH Hepac-
TBO[?HMO B BOJIE H IOYTH BO BCeX OpPraHH4ecknX pactBopurtensx [421,
423].

Ipoccman n Manxeiim [717—719] B ocHoBHOM nOATBEpXKAAIOT
YCJAOBHA OnpejeseHHs HHKeJsl, PeKOMeHI0BanHble drakom. [las onpe-
AGJEHUA HHKensd B NPHCYTCTBHH LMHKA H Marius J0GaBjsiioT XJOPHI
aMMOHH#, @ B NPHCYTCTBHH MapraHia — JHMOHHYIO KHCJIOTY H COlb
THApasHHa s NMPeJOTBPAlleHHS OKHC/JeHHsI Mapranua KHCIA0POIOM
Bo3ayxa. Onpejenenne HHKesi BO3MOKHO B NPHCYTCTBHH TOJNBKO He-
GOMBIIHX KOJHYECTB MEIH.

[Ire6unrep [1188] npuMeHm @-GEH3UJITHOKCHM B OpPTaHHYECKOM
MHKpoaHa/iHu3e s onpejenenns Hukenasi. On otmeyaer [1189], urto stor
METOJ{ HMEET NPEHMYIILeCTBa A5 ONpeAe/IeHHsT TONbKO MaJIBIX KOJHYECTB
Hukens. [lpu onpesenenun > 0,025 2 uukens ocagox OKKJIIOJHPYET
pearent, H MosTOMy pesy.ibTaThl Beerfa sasbilienbl. Ocagok crienyer
npokanuBath a0 NiO.

FepmyT [704] onpenensin Hukenb a-GeH3HAAHOKCHMOM B [1PHCYTCTBHH
Xpoma ¥ Mean, 100aBisist GHTAPTPAT KaaHd M XJ0puj ammonus. OtmMe-
saercst {705] npemmymecTso ncnonbaoBanus a-GeH3MANHOKCHMA npH
OnpejeseHHH MaJIbiX £OJHYeCTB HHKENSl KAK B PacTBOpe 4YHCTOH CouH,
TaKk H B NPHCYTCTBHH K0OaJhTa.

a-BensniguokcuM ucnoanayeres xas onpejeenns HMKeNd B psje
pabor [246, 538, 544, 582, 8601 Gnaronaps ero CroOCOGHOCTH BBIIE/IATD
COoeJlHHeHHe HHKeIs B KHCIOH cpene, 9TO OGJEryaer OTIeJEHHE ero oT
psina 371eMeHTOB (aJIOMHHHs, XpoMa H Ap.). Pearent mano pactsopum B
9TaHoje, MosToMy Gosee PallHOHATBLHO €r0 PacTBOPSTH B aletoke. [Ipu
onpejieNieHn > 1 me HHKeNnsi CeflyeT B HCIHITYeMBIi PacTBOp mepes
BBEJIeHHEM peareHTa J0GaBJsATL AalleTOH.

a-Densnagnokcumar Hukens ycroiuuB B Gojiee KHCIOH cpele, B
Gostee mmpoxom uutepsase pH (or 4,2 1o 10,4), yem COOTBeTCTBYIOLIee
coeannenne aumetHapuokcuma. Ilpuy pH 4,2 Hukens Bhgensercs u3
pactBopa moanocThio. Ocajok MOKHO NPOMBIBATL ropsivell BOAOil B
OTVIHYHE OT IHMETHJJHOKCHMATa HHKeNs. 3T0 cOefHHeHHe yCTolunBee K
H30LITKY aMMHAKa 10 CPAaBHEHHIO ¢ JHMETHAIHOKCHMATOM HHKes.
Moxuo onpegensite 10 0,05 me mukens [(243].

Has onpenesienns HuKens a-GEH3WIAHOKCHMOM B PAacTBOpPe YHCTOI
CO/IH ONTHMAJIbHBIMH YCJIOBHSIMH ABISIOTCA CJeAyIOLIHe.
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Pactsop, conepxamnuii 0,2—5 sz Ni, nogorpesaiot 1o Hayana KHNeHus, npH6a-
BJAAIOT PACTBOD aleTaTa HATPHA HIH aMMHAKa JI0 IeJOYHOH PeakiHH Mo MeTHIOBOMY
KpacHoMY, NMPHIHBAIOT MOCTENEHHO pacTBOP C-GeH3HAAHOKCHMA B aLleTOHe N0 MOAHOTHI
oGpasopanus ocanka, fobasasior 10—20 ma apnerona (B 3aBHCHMOCTH OT KOJHYECTBA
HHKeN), caens, yrtofbl K KOHIW OcaXeHHs (pUABTPaT Gbl OKpalleH B XeJThlil LBET,
3arem ocanox OTHUALTPOBHBAIOT, NPOMBIBAIOT TOPAYEH BOLOMH, CylIAT A0 NOCTOSIHHOrO
seca npu 120—130° C n B3sewnBaior. Paktop nepecyera Ha HHKeab pasen 0,1093.

Bbme.neHHe GOJILITHX KOJMHYECTB HHKEIS 3aTPYAHHTEJNbBHO, TaAK KaK
H3-32 MaJIOH pacTBOPHMOCTH peareHTa HeoGXOJMMO TPHMEHATH GOJb-
wiHe 00beMbl, 4TO OCAOXKHSET paboTy. B sTOM cayuae BeZeasIOT HHKeTb
B CJAeAYIOUIHX YCJIOBHAX.

K HCCJaeAyemMOMy pacTBOpY, HarperoMy NnouTH 10 KHIIEHHS, HpHﬁﬂBﬂH}OT aAMMHaK
pile] 1eN0YHOM PeaKuuy Mo METHJAOBOMY KpacHOMY H H30BITOK Cyxoro CC-ﬁEHBHJ‘lIIHOKCH-
Ma; pacTBOp IOAOTpeBaloT Ha BoAsHON Gane. Yepes 40—50 mun. pujenusimiics oca-
JI0K ormaLTpoBLBaloT, pacteopsior B ropsiveii HCI (ya. B. 1,12) u nepeocamxnaior 8
YCIAOBHAX, YKa3aHHHIX JUISl BHIIENeHHsT HUKeNsT H3 pacTBOPA €ro uHCTOM codi.

Onpejenenne MalbIX KOJTHYECTB HHKeASl B NPHCYTCTBHH KOOaibTa C
XOPOIIMMH Pe3yIbTaTaMH BO3MOMKHO B TOM CJy4ade, eCH KOHLEeHTpalHs
kobGanbTa He npebitaeT 20—30 M. a-BeH3HAIHOKCHMAT HHKEJISi MOAKHO
He nepeocaxjaTb. B npucyTcTBHH GOJIBIIHX KOJHYeCTB*KoOGalnbTa He-
O0XOJHMO YyBe/H4YeHHe OGbeMa pacTBoOpa.

a-BeHsHaIHOKCHM MOXKeT GbiTh MPHMeHeH /sl OnpejeJeHHs HHKeId
B pacTBopax, cojep:amux xeae3o. [IpH KoaHUeCTBe Kesme3a MeHee
0,3 2 MOKHO peKOMeHA0BaTh cJjexylomHe yciaoBus [245].

K 150—200 s (B 3aBHCHMOCTH OT KOJIHUECTBA jKejle3a) HCNBITYEMOro pacTBopa
ao6aeasior 30 ma 10%-Horo pacTBopa BHHHOIN KHCJIOTHL HJH €€ CCJIH, PACTROP HArpe-
BAIOT 10 Havyana Kuneuns, npuansaior 20 x4 aneTona, aMMHax /10 HIETOYHONH PeakuuH
Ha JlagmMyc H pacTtsop 0.-GEH3HJIAHOKCHMA B aleToHe J0 NOJHOTH ocamaenus. Boige-
JHBIIHACA OCaZ0K OTQHILTPOBHIBAIOT M CyWIAT B YCJOBHAX, PEKOMEHJIOBAHHEIX Bbl-
Lie A1 onpejesieHna HHKeJlsi B PaCTBOpe ero CoJiH. Ecau s pacTeope COAEPKHTCA MHOTO
JKeje3a, TO HHKeJb OCaxIaloT CyXHM JHMETHJIJIHOKCHMOM H 3aTtem [epeocaiaioT B
YC/IOBHAX, YKa3aHHBIX BBhILIIE.

s onpejenendsi HHUKeas B MPHCYTCTBHH MEIH HeJb3sl peKOMeH-
210BaTh G-OEH3MINHOKCHM, TaKk KaK peareHT MaJOpacTBOPHM M 3arpss-
HSeT 0Caj0K OeH3HJANOKCHMAaTta HHKeJ.

o-PypUIIHOKCHM NPHMEHEH [/ KOJHYeCTBEHHOTO onpefeseHHs Hil-
keas [1173] kax Gonee yyBCTBUTENbHBIN, PearenT,4eM JHMETHIAHOKCHM.
Uyraes [354] ycranoBua coctaB a-QypHAAHOKCHMATa  HHKeNs, Hailas
B HeM 11,85% Ni. a-DPypuagHOKCHM npHMEHSIETCs 1J1s OTASNEHHST HHKe-
a8 or ApyrHx saeMentoB [1076, 1077]. Ilpu onpenenenun MabIX KOXH-
yecTB HHKe/1a [255] nonnoe Berienenue npoucxoaut npu pH 6,4 — 10,5.

s ocaxaenus okoao 0,5 Mz Hikeas H3 pacTBopa oGbemoM 25—50 sa poGasas-
ot npu Harpesauny 0,2%-Huiil BOAHBIE pacTBOp o-ypHIIHOKCHMA H aMMHAK [0 H3-
MeHeHU s OKPacku nHaMkatopa (Penoadranenna wam mHeliTpanbHOro KpacHoro). Ilpu
CTOSIHUH ¥ NOMEeHBAHUK pacTBopa uepes 10—15 MHH. XI0NMbEBHAHBIA OCALOK TeMHO-
KPacHOro WJH KMPNHYHO-KpacHOro upera koaryaupyer. Ocagox OTQH/IBTPOBHIBAIOT
yepes QUALTPYIOULHI MHKPOTHTENh, NPOMBIBAIOT HACHIIEHHBIM PacTBOPOM ci-hypuJ-
JHOKCHMATa HUKens # 1—2 pasa mojoit, a 3arem cymar npu 120—130° C.

B cryuae onpenenenus HHKeJAA B pacTBOpe, COAEPKAIIEM KeJae30 H
aJIOMHHHA npr cooTHowenun ux 1 : 100, ocaxaenne npoH3BOAAT BIPH-
CYTCTBUH TapTpata HATpPUs — Kalud.
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o-OypPHILHOKCHM He HMEeT MpPEeHMYLIECTB M0 CPAaBHEHHIO ¢ JHMe-
TH/HOKCHMOM 15 TDaBHMETPHYECKOrO OnpejejeHHsi HHKeNs, HO yc-
JIOBUSA KOJHUECTBEHHOTO BhifeNeHHA a-(yPHITHOKCHMATa HHKEIA MOy T
GBITH HCIOJNL30BAHBI NIPH SKCTPAKIHOHHO-QOTOMETPHUECKOM Onpejele-
HHH HHKEJA.

Jlns rpaBHMETPHYECKOTO ONpeieNeHHs H IaBHbIM 06pasoM KosHye-
CTBEHHOTO BblesieHHs HUKeJsl 3aC/yKHBaJOT G0MbIIOr0 BHHMaHHS BOJHO-
pacTBOpHMble JHOKCHMBI |,2-IIHK/IOreKCaHJHOHA (unoxcum), 1,2-nuHKNO-
renTaHgHona (renTokcHM) BCJELCTBHE HX CrnocOOHOCTH OGpasoBhIBATh
COEMHEHHSI C HUKeJeM B Oosiee KHCJIOH cpele, 4eM JHMETHJIIHOKCHM.

Huokceum 6e11 noyden Bamiaxom [1253], ncnosib3opaBlinM ero Kak
pearenT Ha HuKeab. J[xoucon H CumoHc [805] nokasaiu BO3MOKHOCTB
onpejeNeHHs] HUKe/ISI STHM PeareHToM, Ha3BaHHbIM HMH <HHOKCHMOM», B
IPHCYTCTBHH Psijia 3J1eMeHTOB. [1pH onpe/iesiennil HHKeJsi B IPHCYTCTBHH
K00aJbTa NocAeHUII NepeBoAAT B AaMMHAYHOe KOMILTEKCHOe COeAHHEHHE H
JNo6aBasl0T 6OABIIOH H30BITOK peareHTa.

IlemkoBo#l ¢ coTp. ' ObIH pa3pab0TaHbl YCIOBHSA KOJTHYECTBEHHOTO
onpefe/eHHs  HHKeNd JHOKCHMOM  1,2-IMKJIOTEKCaHAHOHA [258],
Huxenb ykasarEbBIM pearenToM Bbieasiercs npu pH 3,3—10 u B Gonee
meaoynoil cpege. Tak, Hanpumep, 2,4 m4 HHKeNs KOJHYECTBEHHO
ocaxjaercs: npu jAo6asaenun 20 me 10%-Horo pactBopa amMmHaka B
obimem obbeme 50—70 ma amanusupyeMoro pactsopa. Bosmoxnocts
HOJIHOTO BBIZENEHHS MaJjblX KOJHUecTB HHKeNsd KakK B KHCJIOH, TaK HB
CHJIbHOAMMHAYHOI cpejle NO3BOJMAa Pa3paboTaTh IpaBHMETPHYECKHil
meron onpejpenenust 1,5—3 me Ni B cyanbare nunka.

K 10 m2 Bogmoro pactsopa, coaepikamero 0,5 2 cynpara unnxa, A06apafI0T 22
xaopua aMmonns i 25%-HEl pacTBOp amMMHAKA J0 NOJMYHEHHS MPO3PauHOro pacTso-
pa u 5 ma 0,5%-H0r0 BOAHOrO pacTBOpa HHOKCHMA. Breansmmfics OCaloK OTQHILT-
POBEIBAIOT éepea GUILTP VIOWUE MEKPOTHTEb, TPOMBIBAIOT BOAOH H BHCYIIHBAIOT NPH
110—120° C.

Jlaisi onpeeneHus HHKeJs B TPHCYTCTBHE K0Ga bTa Obl;ia HCNONb30Ba~
Ha pas/MYHAs PAaCTBOPHMOCTb AHOKCHMATOB THX 3JementoB npu pH 3,3.
Ocaxjenue TPOBOAWIOCHE M3 aieratHoro Oydepmnoro pacrsopa. lipu
COOTHOIIEHHH HUKeA H KobGadbTa 1 : 200 monyuH/IHCE XOPOLIHE pe3y.lb-
tatbl. [Ipn GOsbIIEM COOTHOUIEHHH 3JEMEHTOB (1 :400) Heo6XoZHMO
nepeocaxiente, TaK Kak 0cai0K HHKeNs 3arpssHeH KoGaibroM. Ompe-
ZeNHTh HHKeb B IPUCYTCTBAH XKefle3a yAan0Cch NPH COOTHOIIEHHH HHKe-
a8 H xenesa 1:200, xene30 cBA3LBAIH BUHHOH KHCJOTOH; HHOKCHMAT
HHKEJs BhLIeNsJCcA KOMHUecTBeHHO NpH J06aB/IeHHH pacTBOpa aMMHaka
10 HiesiogHoi peakind. Kpome Toro, nenecoo6pa3Ho oTAenATh HHKeIb OT
JKeje3a B BHAC ABOHHOH conu xenesa ¢ dpropuiom natpus [308, 3111

Bo3smoxHO onpeleneHHe HHKeNs HHOKCHMOM B TIPHCYTCTBHH Sh,

Al, Be, Cd, UO?", menounbix H leJ0YHO3eMe bHBIX MeTaanos [1247].

1 [Tunnomusie pa6ors H. Y. Tonraesoii (1945 1.) u M. M. Beaepunkopoii (1946 r.);
MI'Y, xadenpa aHaJHTHYECKOH XHMHH.
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Payr, Cuur u Bonxe [1069] onuceisaer meroguxy cuuresa mmok-
cuma. Benrep u pax apyrux asropos[646a, 650, 1269, 1271] ormeuaior
ILeHHbIE KayecTBa HHOKCHMA KaK peareHTa Ha HHKeJlb M NPHBOAAT
MEeTOJ OnpejeleHHs HHKeNsl B KaJbLHH.

B nocnesuee BpeMs NOSBHAMCH PaGOTHl N0 NPHMEHeHHIO 4-MeTHI-
H 4-H30MPONHIHHOKCHMA LIS TPABHMETPHYECKOTO ONpPeAeieHHs HHKeR:
(443]. Ykasanuble pearentsl oca)aalor uikeab npn pH 3—7, Bugenas:
OCaIKH BhICOKO# YHCTOTEL. Onipe/iesennio He MEIIAIOT YKCyCHas, llaBee-
Basl, JIAMOHHAS, CYNBPOCANHIMAOBA KHCAOTH. KoBaabT H Melb HYKHO
MaCKHpOBATh UHAHHAAMH H POJARMIAMH, a AMIOMHHHI, CYPbMY (111},
BueMyT (III), Xene3o — BHHHOII KHCJIOTOM.

Banke ¢ corp. cuntesnposanu pearent  Hec/e40BaNH aHATHTHYECK HE-
CBOHCTBA AHOKCHMA 1,2-nuKaorenTaniuona (renTokenma) 1649, 651, 726).
IleHHBIM KayecTBOM 5TOTO pearedTa siBJSIETCS BOMOMNHOCTH BhbIIENeHHS
HuKeas B kucaoii cpexe (pH 3,4), uro oGaeruaer onpenenenue ero B
MPHCYTCTBHH PAAA 31eMeHTOB. Meab CBA3BIBAIOT B PACTBOPHMOE COE/IH-
HerHe popanniom ammonus npu pH 3,5 [706). Hafizenwt yeaonnn [259)
onpeaenenus 0,5 — 5 MKk2 HUKeJIS H YCTAHOBJIEHO, YTO IeNTOKCHM KOJH-
YeCTBEHHO OCaxJaeT HHKesqb npu pH 2,7—12.4.

Juokenmbl 1,2-nuknonentauanona [444] u wukaonekanuona [569]
KOTHYECTBEHHO BbIJe/AIOT HHKElb, HO HE TPHMEHSITCH B NpPaKTHKe.
IIpepnionensl  METOAbI TPaBHMETPHUECKOTO ONpeie]cHHs HHKeds ¢
HCMOJIb30BaHHEM HECHMMETPHYHBIX  Q-JHOKCHMOB, METHJIJAHOKCHMa,
MeTHJSTHAAHOKCHMA [256], pennaauokeuma [281, 965], Gensonamern-
AHOKCHMa [258], HO 5TH MeToaB! He HAULIA MOKA NPAKTHUECKOTO npuMe--
~ HerHst. JLst TPaBHMETPHYECKOrO OnpeliesieHs IPHMEHSIeTCs OKCANAMHKL.
OKCHM, HasBaHHbIA «HHKOMIOKe» [878, 8791. Coequnenne nukens c yka-
aHHbvM pearenToM [1270] naunnaer ocamxaarses npu pH 3,78 -1 0,04,
KO/IHYECTBEHHOE Bbijle/IcHHE HHKEJsi HMEeT MeCTo B y3KOM HutepBate pH
7—8; pacTBOPHMOCTb COEJMHEHHS B BOJe pasna 4,82 + 0,2 me/a
npu pH 7 u 20° C. [lns rpaBuMeTpHYECKOTO OmpefencHHs HHKeas He-
no/b3oBaJicst O-rHApOKCHaueTopeHonokenM [1041], Kotoplii Bhizeasier
KO/HYecTBeHHO HuKeab npH pH 4,8 — 8,5. Meap ocaxpaercs npu’
pH 2—3, a uukear — naunnas ¢ pH 5—5,5. Ocafok cywar npu 105° C.

Ilna  rpaBHMeTpHYECKOro onpejpenenus 7—30 me HMKenAs npen-
Jlaraercsi pesnponHoHOKCHM [583]. Pearent noka He mpumensiercs na
npakTHKe. JIsi KONHYECTBEHHOTO BLIGNeHHsA HHKe/IS [IPHMEHHMBI CaJlH-
uniasamunbl.  CanHuHAaIaMHH H AHCAJNHUHAANNPONHICHHAMHE MO-
FyT GbITh HCIOABL30BANbI 15 IPABHMETPHYECKOTO ONPEAEeHHS HHKEJs.
[315, 316].

[IpeacTaBasiioT HHTEpeC MOHOOKCHMBI: GHC-GHALLETH/IMOHOOKCHMSTH: -
aennuamun  [940)
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Honbl HUKeNs KOMHYECTBEHHO BHIAEJMIOTCH OGOHMH peareHTaMH B C/ia-
GoamMMHauHOii Cpeje; peareHTbl MOTYT GbITh IPHMEHEHBI 15 onpejeeHHs
HHKEJIs1 B NPHCYTCTBHH KOGa/bTa (HCNOAb3yeTcs pasaHuHas yCTONuH-
BOCTb HX IHAHH/0B), Xkese3a (npH 106aBJIEHHH TapTPaTOB), MeaH (B npH-
CyTcTBuH auerara). PesnponuodeHOHOKCHM 103BOMseT rpaBHMeTpHYe-
CKH onpegenatb 7—30 me uukens [583).

Taknm o6pasom, A5l TPaBHMETPHUECKOrO ONpEACTCHHS M KOTHUe-
CTBEHHOTO BBbIJeJIEHHS HHKeJIs «-JHOKCHMAaMH Haubolee IeHHBIMH CJle-
AYET CUHTATh HHOKCHM H €TO NPOH3BOHEIE; 4-METH/I-, 4-H30M PONHAHHOK-
CHM M TeNTOKCHM.

JIpyrue opraHuyecKkHe peareHThbl

b
V3 opranHueckHX peareHTOB /15l IPABHMETPHUECKOTO ONpeaeTeHHs

HHKEJISI CJIE1YeT OTMeTHTD canuunaatamun [617] u apyrue undgdosbie oc-
HOBaIHHH, 06pasyloliiie yCTOHYHBbIE KOMIIEKCHBIE COCTHHEHHS C HHKe/eM
[315].

8-OKCHXHHONHH KOJIHYECTBEHHO BBLIIENACT HHKEeJAb M3 AleTATHOro
Gydeproro pacrsopa [460, 1158]. 8-Okcuxunonunar nukeas IpoKau-
Batot g0 NiO.

Hiukesb KOIHYeCTBEHHO BbigeasieTcss 8-MepPKanTOXHHOMHHOM npi
pPH 6—6,5 [177].

AHTpaHHIO0BAs KHCJOTA HHOTAA NPHMEHSETCS A7 KOMHYECTBEHHOO
‘ONpeleNeHis HAH BhIANEHHS Ma/IbiX KONHYECTB HHKes B HelTpaabHOIl
[694] uanm cna6okucaoit cpexe [1157].

3-Tuppokcu-1,3-1upeHUATPHAZHH  KOJTHUECTBEHHO ocaxjaeT HHKelh
npu pH 4,4—7,0; ayumme pesyabraTh moaywaoTCs B aneTaTHOM Oy -
‘peprom pacTBope. Pearent He ce/leKTHBEH, OCaKIAIOTCS Me/lb, naiaaami
u ap. [1169].

3-OKCHHMHHOMETHJICANHILMAOBAS. KHCAOTA [IPHMEHseTs s onpe-
AeJeHnsa HHKeas H mean [1070].

f-Okcunadroitnnii anspern NpHMEHHM JJIs1 ONpefeNeHHs HHKeas
[242] npn pH 7,2—7,5. Taanaguit Takke ofpa3yer COeIHHEHHe C
yKasanubmm pearentom npu pH 2,5 — 3, noatomy jomken Gbith npe/iBa-
PHTEJLHO BbilesleH B Gosee KHCJI0H cpeje.

H3BecTen MeTo] KOJHYECTBEHHOrO ONpeie/eHHst HHKeNs HHPHHH-
PoAaHHAHBIM peakTHBOM [1178]. [Tuprs 3amenna nupuaun na o-penant-
ponun [1038] u a,a’-gunupugun [267al.
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H3 neopranmvecknx pearentos crenyet ynomanyts KoHgl .; npu zo-
Gasnennn 10%-noro pacrsopa K,HgJ, [1219] no kanasm u3 Gloperku
npu nomemnBanuu K pactsopy, [Ni(NH;),*" Beumensierca xpucraniu-
yeckHit ocagox [Ni (NH;),IHgJ, serenosaroro usera. Ocanok mpombi-
BalOT HachlllenHsM pactsopom [Ni (NHg),JHgJ,, notom sranonom u
supom. Yepes 10 Mun. cyliar ero B BakyyM-3KCHKaTOpe.

. 2, JIEKTPOBECOBOE ONMPEJEJIEHHE HHUKEJA

Hukenp (Kak M Apyrue MeTaJibl) BHIJSIOT S1eKTPOJH3OM Ha nJa-
THHOBOM KaTole H B3BeluHBalOT. BBHAY GAH30CTH 5/€KTPOAHBIX NOTeH-
LHaJ0B HHKensd H Kobaabra (— 0,228 ¢ u —0,29 ¢ cOOTBeTCTBEHHO
[191al) npu su1ekTponH3e OHH BHIEJASIOTCSH COBMECTHO.

MeToz1 1€KTPOMH3A NPHMEHAETCS B TEXHHYECKOM aHAMH3e CHelHAMb-
HBIX CTajJed H CIJIaBOB Kak ANA ONpeie/eHHs, Tak H AI8 OTJeNeHHS
HHKeast. Jlyulle BCero HHKeIb BLIAASETCS 3MEKTPOJHTHYECKH K3
aMMHayYHOTO PacTBOpa, KOrja Bech OH HaXOAHTCS B (JOpMe aMMHAYHOIO
KOMIIJIEKCHOTO  coefHienus. [l NOBBILIEHHA 3A€KTPONPOBOLHOCTH
pactBopa 00bIYHO 100aBasioT cyabbar ammonns. Konuenrpauus ammua-
Ka J0/KHA OBITh JOCTATOYHOMH AJ151 NPEROTBPALIeHHS BhIETeHHS TH1DO-
okiicH Hukens. CsoGoanbie MuHepaabubie Kucaotst (HCl wan HNO,),
NpHMeHseMble [ pacTBopenHs o0pasua, yAaisiiOT BhMapHBaHHEM ¢
H.SO,; B naaTHHOBOM HaM KBapleBOH yalllKe, K OCTaTKy NpHOGaBIAIOT
BOLY, PacTBOpP HeHTPaTH3YIOT aMMHAKOM H J00aB/sioT 3—5 e cyJb-
(hata ammonusi. B pacTBOpe 1OMKHBEI OTCYTCTBOBATH, KpOMe KofasbTa,
HOHBI Me[M, LHHKa, cepebpa, Takke o6GpasyioliHe aMMHaKaThi; OHH
BBIIEJISIOTCSI BMECTe C HHKeJeM.

Ocajok HHKeasl B NPUCYTCTBHH OOJBIIMX KOJHYECTB KeJes3a Co-
JEPKHUT OKKJIOAHPOBAHHYH T'HAPOOKHCHL Kenae3a. B mpHCYTCTBHH Ke-
Jiesa HeOOXOJHMO MOBTOPHOE 3JIEKTPOJNHTHYECKOE Bbie/leHHE HHKEIS
[970]. BoamoxkHO onpenesenne HUKeNs B HHKeJeBOH CTalH, He cojep-
®aueil xpoma [970]. MetannueckHil HHKeb MOXKHO TakiKe BLIIETAThb
H3 pacTBOpa, cofep:Kallero cy/1bpaThl HHKeNss H aMMOHHSI H GOpHYIO
kuciory. IIpu nonHoM Bhlie/leHHH CPaBHHTENbHO HeGOJBUIHX KOJIHYECTB
HHKeJIl 0CaJ0K NOJaydYaeTcs HeAOCTaTOYHO MJIOTHBIM [22], mosTomy Me-
TOJ He MOMKeT ObiTb PeKOMEHAO0BAH AJIs1 KOJHYECTBEHHOTO ONpe/esieHHs .
Bo/BITHECTBO aBTOPOB PeKOMEHAYET MPOBOAHTE 3JEKTPOJIH3 HHKeJS H3
aMMHaKaTta, Ccojiepallero cyanhaT aMMOHHA.

®pesennyc u Beprmanu [683] pekomengosanu yc/ioeHs, GaH3KHe
yKa3aHHBIM, 715 KOMTHYECTBEHHOTO ONpeJiesIeHHs] HHKeIs MEeTONOM 3/eK-
TPOTH3a. STOT METOj BOLIeT Kak KJIaCCHYECKHil B psj pyKoBojcts [22,
96, 142, 172, 326, 561]. On nonyunn panbHeiiliee pa3BHTHE NOC/IE BBe-
JeHHs BpAallalolHXCA 3/AeKTPOAOB H/AH CHellHaJbHON MeaJKH A1
AepeMellMBaHHsA pacTBOpa BO BpeMsl 3JeKTPOJIH3a.

Koabtrop u Cengesn [150] npoBoguau snektponus tokom ~ 0,5 a
(6e3 nepememnBanns) u 0,5—1 a (c nepemeliHBaHHeM) NPH HanpsKe-
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HuH 3—4 6. Hanpsxenue u cuja TOKa HeCKOJILKO 3aBHCAT OT (POPMEI
snekTposa |142].

Pexomenayercsa [96] npoBoguTh 31€KTPONH3 ¢ HEMOABHKHBIME 3/1¢K-
TpojaMH TOKOM 1—2 a, npu nepeMelmiHBaHHH — TOKOM 3—b5 a. [laa
3MEKTPOJIN3A TIOUTH BCErJa WCHOAL3YIOT NJATHHOBYIO CeTKY (Karon) M
CIHpa/JIb H3 NJATHHOBOH IPOBOIOKH (37eKTpoasl BuHKJIepa); pexe
npuMensoT snekTpousl Puulepa (mae NJIaTHHOBLIE ceTKH). B obonx
Cly4adx MepeMeuidBaloT CTeKAdHHON MeanKoi.

[1pu MHKPO2/JIEKTPOJIHTHYECKOM ONpPELEeJEHHH HHKEeIH H KoGaibTa
nepeMeninBante npoussonar Tokom CO, [1010]. B MHKposaekTpOIHTH-
yeckoM Merofie npumensnior [8] snexktponst [lparas. [lpu snextpoause
MaJiblX 06beMOB (5—06 M.2) pacTBOPHI JOCTATOYHO XOPOIIO MepeMellHBa-
I0TCA  BHIAEIAIONHMHCA Ha adoge mnysbippkamMu O,.

MartepranoM 1A IEKTPONOB CNYKHT OOBIUHO IIATHHA, HO HMERTCH
ykasanue [33], uro noGaBnenne K naatuHe 10% HpHAMA NOBBILAIOT
MeXaHHYECKYIO NPOYHOCTb M XHMHUECKYIO YCTOHUYHBOCTH 3/A€KTPOJI0B.
HuoTa NIATHHOBYK) CHOHPAllb 3aMeHSIOT CHHPA/bi0 H3 CBEXKeNnacCUBH-
poBanHoro xenesda [22]; xopowne pesyabTaThl HOIYUalOTCS ¢ KaToiO0M
u3 tantana [510] uau ¢ xaromom M3 cnaasa Byxa [1027].

Kak yKe 0TMEYaI0Ch, OOBIMHO MIEKTPONH3 POBOAAT H3 AMMHAUHOTO
pacTsopa c goGasjieHHeM cyJab(ara aMmmonusi. Ho Bo3MOXKeH 31eKTpoan3
[10081 13 aMMHAYHBIX PACTBOPOB XJIOPH/IA HHKEA C 100aBIeHHeM XJI0PHa
amMmon . OlHAKO TPH /€K TPO/IH3e XJIOPHAOB 06pasyercs Xxaopamun (2215
3TO MOXKET MPUBOAUTE K YACTHUHOMY OKHCJIECHHIO BBIIETEHHOTO HHKEJ,
a TakXKe pACTBOPEHHIO NJIATHHOBOIO aHoja. XOpOLIHe pe3yabTaThl

npH aﬂeKTpmqueCKOM OHPE,[LEJIEHI/IH HHKEIs1 H3 €r0 KOMIIJIEKCHOTO
coenunenus [Ni (NHy),l - (SCN), noayuyaiorcss B NPHUCYTCTBHH CY.JIb-
data ammonnn [142, 580]

Pekomengyercst [1250] onpenensith HHKETb 3J1€KTPONH3OM, MpeIBA-
PHTETbHO BBIAe/Sisi €0 B BHAE NHMETHJIHOKCHMATa. DTOT Merox Oomee
HaJeXeHn H TOUeH W NPHMEHHM NPH Onpeneielii HHKeIsI B IPUCY TCTBHH
JAPYrHX MeraanoB. IIpoMeiThlii OcCafioK JAMMETHJIHOKCHMATA HHKEJs
pasaaraior H,SO, ¢ H,0,, ygansior nepekuch BoJOpOJa KHOSYCHHEM
pacTBOpa H H3 HEro BLIAGAAIOT HHKENIb 3JeKTPoaHu30M. Taxkum o6pasom
ONPENENSIOT HHKEIb B NPHCYTCTBHH KO0Aa/IbTa.

HeGonbiHe KomH4yecTBa HHKeNHA (H JPYTHX METAJIOB) BBLIGSIOT
BHYTpEHHUM 3deKTpoansom [1, 293a, 766, 1144, 1227]. B cosgasaenmom
raJbBaHHYECKOM 3JeMeHTe KaTojOM SIBJAAETCA IJIaTHHA, aHojoM —
MeTasl1, MeHee G1aropoiHblil ueM HHKedb (Hanpumep nnek). O6a smex-
TPOAa COEIHHEHB METAJJIHYECKHM [POBOJHHKOM.

Hmetorca orjensHble paGoOTHl, MOCBSIIIEHHLIE ONMPeIeNeHHI0 HHKeas
MeTOOM BHYTpeHHero siekrponusa [la, 293a, 766, 1114, 1227].



Faraea V

TUTPUMETPHYECKHE METOALI
ONPEJEJIEHHSI HUKEJIS

Han6onee pacnmpocrpaHeHHBIE THTPHMETPHUYECKHE METOJBI ONpefe-
JeHHs HHKe/s OCHOBAHLI Ha PeakUHAX OCAXKIEHHs H KOMIJeKcooGpa-
30BaHUsl. 3HAUUTENBHO pexe INPHMEHHIOTCH OKHC/IHTEeIbHO-BOCCTA-
HOBHTE/IbHEIE KOCBEHHble MeTOZbl. KpoMe TOro, MHOrga Onpenemnsior
HHKe/Ib B PACTBOPAX €ro YHCTHIX coJleil THTPOBAHHEM PACTBOPAMH LIE0-
yeii. MMeoTes KocBeHHbIE METOIbI, OCHOBaHHble HA PeaKIHH HeHTpanu-
3anud (OTTHTPOBLIBAHHE H30LITKA PeareHTOB, OCAXJAIOMHX HHKENb).

1. METO/[bl, OCHOBAHHBIE HA PEAKLHSX
KOMIIJIEKCOOBPA30BAHHM A

Peakuuu uonos Ni** ¢ okcanar-, TapTpar-, IHTpaT- (H JPYTHMH) HO-
HaMH HEé MOryT ObITH MCIOAB30BAHbI AJIH paspaﬁoTKH THTPHMETPHYECKHX
METOf0B IVIaBHbIM 06pas3oM IOTOMY,4TO OHH NpoTeKaloT cTynenyaro[389].
Tak, Hanpumep, Ni®" o6pa3yer c/ie/yOlIHe KOMIJIEKCHI ¢ IIHTPAT-HOHOM
[163]: NiCit°, NiCit-, NilCit*.

Ilpu mpaMOM THTPOBAHHH HE VIAeTCs YCTAHOBHTH I'DaHHLY MEXIY
OTAENLHBIMH CTYTIEHSIMH KOMIIEKCO00pa3oBaHHusl.

Kowmnue KCOHOMETpPHYECKOe OMNpeJiesieHHe HUKead

KoMm/ieKcoHbl, OCOGEHHO >STHIeHAHAMHHTETPayKCycHas KHCIO0TA
(3IATA, H,Y) u ee narpHeBasi CoJb, YaCTO NPUMEHSIOTCA JJ151 THTPHMET-
pHuecKoro ompefeienusi HHKens. OOpasyeTcsi coeauHeHHe ¢ OTHOLIe-
HHeM MeTajsa K Juraway 1:1. Peaxnuu nporekarT NpPaKTHYECKH
MIHOBEHHO.

15 ycTaHOBJEHHST TOYKH SKBHBA/JEHTHOCTH NPH NPSIMOM THTPOBA-
HHH COJIH HUKes1 pacTBOPOM Kommiekcona l11t noabayiores BHYTpeHHH-
MH HHIHKaTOpaMH (3puoxpom uepHbld T, mMypexcui, apceHaso u mp.).

1 Kommuexcon 111 — puuaTpHeBas cONb STHICHAHAMHHTETDAYKCYCHON KHCIOTEHI—
B Jla/ibHEIIeM Ha3bIBAETCS KOMIJIEKCOHOM.
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O630p BaxKHEHWHX METOJOB KOMIJIEKCOHOMETPHYECKOro ornpeaelne-
HHs HHKensl HMeercs B moHorpaduax llIpapuen6axa [153] u IlpmunGuia
[2801.

Ilpu tuTpoBanuk conelt HuKeas kommiexcoHom III neoGxoaumo
YUHThIBaTh pPHA  ocofenHocTell. BuayanbHOMY THTPOBAaHHIO MellaeT
3eJeHOBAaTO-Toy6as OKpaCka KOMIIEKCOHaTa HHKeJs, NMO3TOMY BCerja
THTPYIOT pasGaBienHble pactBophl. Kpome TOro, HOHbI HHKeJ B3aHMO-
AelicTBYIOT ¢ KoMm/aexcoHoM I1I npu o6bdHOi TeMnepaTtype MeAJeHHO,
MO3TOMY B GOMBIIHHCTBE CIyuaeB THTPYIOT npH HarpeBanuu 1o ~ 80° C.

dpHoxpom uepublit T

o AN
o
TN
e e IS et e e S,
Pt
N
£
NOs

00pa3yer ¢ HOHAMH HUKeNA CHUIKOM YCTOHYHBOE COeJMHeHHe, YTO npe-
MATCTBYET NPAMOMY THTPOBaHHIO pacTBopoM kommaekcona III. Ilpu
o6paTHOM THTpOBaHHu H30bITKa Kommaekcona III pactBopom coun
MaruHs B wenounoii cpege [280] man comu uunka [740] ynaerca noay-
YHTb XOpOLIHe pe3y/bTaThl

K ananusnpyemoMy pactsopy npuGasisioT B HeGoabmoy naburke 0,01 M pa-
ersop xomnaexcona 111, Ecau nonyuennmifi pacTBOp HMEET KHCJYIO peakiHIo, TO €ro
HefitpanusyioT pacteopom NaOH n npuGasasioT Ha xaxase 100 ma2 pactsopa 2 sa
6ydepuoro pacteopa ¢ pH 10 (35 e NH4Cl -+ 350 s 25%-noro NH4OH pas6asasior
70 1 1). Habutok xkomniekcoua [I1 GrICTPO OTTHTPOBHIBAIOT PacTROPOM cyJbgara mar-
HHsl (WIH LHHKA) B IPHCYTCTBHH 3pHOXPOMuepHoro T 10 nepexojia OKpackH pacTBopa
H3 roay6oii B KpacHyw.

Bmecto spuoxpomuyepHoro T MOKHO NPUMEHATH IPUOXPOM TOAY-
6oit SE [395] uau metoomeraxpom roayGoit BBL [397], a Takxke ome-
raxpom uepHeiii PPV [396].

K anuKBOTHOM 4acTH axa/AH3HPyeMOro pacTBopa aoGasisioT Ha Kamase 100 sa
pactsopa 2 ma ammuaunoro Gydeproro pactsopa ¢ pH 10, HecKOIBKO MHJTHIPaMMOB
spioXpoM rony6oro SE i KpacHTe/s «KHCALI 3e/leHblity KaK BHYTPEeHHEero CBeTodubT-
pa. 3atem pacteop HarpesaiotT A0 80° C u Turpyior 0,01 M pacTBOpOM KOMIJIEKcOHA
IIT po nepexofa OKpacKk H3 KpacHOi B OTYETJHBO ronyGyw.

Bce TpH Ha3BaHHbLle Bbillle HHAHKATOPa HMEIOT NPEHMYIIlECTBa nepen
3pHOXpOMYEpHEIM T, Tak Kak IO3BOJAIOT NPOBOJAHTL MPAMOE Onpeje-
JenHe HOHOB HHKeas. [1o cpaBHEHHIO ¢ MyPeKCHIOM OHH JaloT GoJsee
pe3KHi Tmepexoi OKPackH B TOYKe SKBHBAJEHTHOCTH.

Jlns npsMOro onpeeneHHs HHKeNs NPHMEHsieTcs HHAHKATop
ranLHOHa(hTONDHOMEeTOBLIH, KOTOPHIH o0pasyeT B INeJOYHBIX PacTBOpax
(IPHT 10,5) ¢ HOHAMH HHKeNs COeMHeHHe KpPaCHO-(pHOJETOBOIO IiBeTa

5151.
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Kpome TOr0, npH THTPOBAHHH HOHOB HHKeNs NPHMeHAETCH HHAHKATOP
cosoxpomyepaniii T [835]. B Kucnofi u cnabomenounoli cpeae Xopo-
WHe pesy/bTaTel NONYYeHbl C Ha(THIa30KCHHOM-S [688]

S\OSH

(0O

N
0

ConoxpomdepHuiil T

a Takxke cosoxpomnpouneim Navy 2R [398].

ITnpokatexuuoBblii puOMeToBbIl [922] naeT BO3MOKHOCTD THTPOBATH
HOHbI HHKEIS B LLEJOYHOH Cpefie MPAMBIM METOAOM, a B KHC/IOH cpele —
MetozoM OOpaTtHOoro TuTpoBaHHs [666]

OH

IEpokaTeXHHOBLI (bHONETORH

TTpeHMylIeCTBO NIOCHAEIHETO METOa 3aK/I0yaeTcs B TOM, YTO HHKeJb B
OTAMYHE OT GOABIIHHCTBA 3/MeMEeHTOB 06pasyeT ¢ KOMIIEKCOHOM YCTOH-
yusoe B Kucaoii cpesie (pH 2) coennuenye. 3T0 No3BoIAeT ONpPeNeATs
HHKeJlb B NPHCYTCTBHH Mapranua, Ko6aibTa H IIeJO0YHO3EMENbHBIX
anementoB. [Ipu oGparwom tutpoBanud (pH 2) H3GHTOK KOMMJeKCOHa
11T oTTHTpPOBBIBAIOT consiMH BHCMyTa. HoO BHCMYT 0Gpasyer € KOMIlIEK-
conom IIl Gomee ycroiiumBoe cOefHHeHHE, YeM HHKe/b, MO3TOMY A/
3aMeJ/IeH sl Peakiliy BLITECHEHHS HOHOB HHKeN BHCMYTOM THTpOBaHUE
Benyt npu 0° C. B sToM cayuae HHKeNb BHITECHAETCS H3 KOMIIEKCa C
oqu'Ii.‘ Manoil ckopoctsio. Onpeesennio Hukeaa wmewaior Fe, In, Ga,
Bi, Th u Sb.

K caa6oxuciomy pactsopy AoGasasior 0,5 2 cyxoro NH4NOs # ¢ momeuisio am-
MHaKa JoBOAAT 3Hayenue pH pactsopa a0 2 no YHHEEpCaAbKOH HHAHKATOPHOW Oyma-
re. 3atem NPHOABARIOT CTONLKO Komniiekcona 111, uroOm cesizats BCE NPHCYTCTRYIO-
nHe KaTHOHE! (KpOMé mie/louHo3emenbHbix M Mn®*). TToche BTOPHYHOTO HOBEACHHS pH
pacTBopa 0 2 BHOCAT B DacTBOP KYCOK /bja H OXJIamAaioT 10 0° C. INpuGasua 2—3
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kanau 0,1%-Horo BoAHOTO pacTBOpa NMHPOKATEXHHOBOrO (HONETOBOro, THTPYWT pa-
cTBOp NpH Xopomem nepemewnsanu 0,05 M pactBopou Bi (NOj)y po nossiaenus
KpacHO-(HO/EeTOBOM /i CHHefl OKPACKH H 3aTeM JIOTHTPOBLIBAIOT PACTBOPOM KOMILIEK-
cona 111 o mosBieHus YHCTO KedToro usera. Ilepexon OKpacKH HHAHKATOpa npH
THTpOBAHHH KoMMIekcosa lII coasiMi BHCMYTa He TaK Pe3oK, Kak npH THTPOBAHHH
coneii BHCMyTa Kommiexcoxom [923].

B npamom BapuanTte 3710ro Merofa A0 30 #2/100 M2 HHKeIb onpe-
JIJISIOT B LIeT0uHbLIX Oydepubix pactBopax. B kucaofi Xe cpeje OKpacka
HHAHKATOpa M ero HHKEMEeBOro KoMiieKca cxoana (Kpacuo-uoneTosas).

TTnporannonosetit Kpacubiit [1204] 1 GpoMnEpora//oNoBLIi KpacHbii
[1205] B orTiHuHe oT MHPOKATEXHHOBOrO (hHOIETOBOIO

OH
e )

(X

‘ 0]
| L ou
£ ‘—C =={ il ,=O
SO5H

IMuporannonossiil Kpacunil -

06pasyloT Gojiee yCTOil4HBble B ILEJOYHOH Cpeje KOMIMJIEKCH, H HHKeIb
MoxkeT GbITH MPAMO OTTHTPOBaH pacTBopom KoMmmiekcona III.

K neiiTpaibHOMY aHATH3HPYeMOMY PAacTBOPY A06aBsiior 15 Kanesb
0,05%-Horo pactsopa uugukartopa B 50%-uom sranose, 10 #2 amMmu-
aunoro Gydepuoro pactsopa (I N NHCI + 1N NH,OH B cootromre-
uuu 1: 1) u tatpyor 0,01 M pacrsopom kommaekcona I1I po nepe-
Xola roayboil OKpackH B BHHHO-KPaCHYIO.

CoBeplieHHO aHAJOTHYHBIM O06pasom o0a mnociefue WHAMKATOpa
MoryT ObiTb HMCMOAB30OBAHE! /I ONpPefe/eHHs HHKels B CI1aGOKHCTONH
cpene (pH 5) ¢ orturpossiBanHeM H3GbITKa Kommaekcona [11 pacropom
HuTpaTa cBHHIa [924].

Hukeab MoxHO THTpOBaTh TakKe B KHcaoi (pH 4—3) cpete B npu-
CYTCTBHH KCHAEHOJIOBOTO OpalKeBOTO Kak HHAukatopa [839]

CHs CHs

OH—>_\--C——/_<

HOOCH, /%" cH,Co0H

\
NH.C () = CH,N €
HOOCHQC/ \CHzCOOH

K cunenonoBsifi opaHxeBbiil

[lpH npsMOM THTPOBAHHH OKPacCKa PacTBOPa HEJOCTAaTOYHO Pe3ko
H3MeHACTCA OT KPACHOH A0 KeJTOH. [Mostomy 00blyHO A06aBAAIOT H30LI-
tok koMnaekcoHa III u tutpyior ero pactBopom TICl;, Th (NO,),,
Zn (CHyC00), uau Bi (NO;)s.
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K xucaomy pactsopy coin HiKe/st 106aBasioT n3buiTok komnaexcona I1I, satem
pH pacTBOpa JOBOAAT 10 4—D5 ¢ MOMOULGIO AMMHAKa Wi auerata aMMOHKA H THTPYIOT
H30uITOK Komnaekcona 111 pacTsopoM HHTpaTa TOpHS.

Mosxno nposoauts THTpoBatine pactsopom TICl, npu pH 4—5 u Ha-
rpeBatiii. ECTH NPHCYTCTBYET Mejlb, TO ee MACKHPYIOT THOCY. 1bhaToM H
130biToK  KoMmmuiekcona II1 oTTHTpOBBIBAIOT pacTBOPOM COJMH TOPHA,
xene30 (I11) mackupyior GHPTOPHAOM AMMOHHS, 8 H3OLITOK KOMMJeK-
cona 11 Turpytor pacrsopom coau Taanus. [Ins onpenenenus Hukens
B pacTBOpe, cojepxallieM MeAb H PTYTh [464], pexomenayercsi THTPO-
BaTh B NPHCYTCTBHH IHCTeHHA.

J1as npAMOTO THTPOBAHHS HHKeNA TaKke MOWeT ObITh HCNONB3OBAH
xpomasypoa-S [925]

CH;, CHs

HO—b—T —_—/jfso

o
CHy -l

N\
SOzH
X pomaaypoa-S

Hukenp pearupyer ¢ stum ungukatopom npu pH 7.5. K 100 ma
pacteopa, cofteprautero 3—24 me Ni, noGasasior 6—8 kaneas 0,1 %-noro
BOJHOTO pacTBOpa MHAHKaTopa W pasGasenubiii pacrsop NH,OH 1o
nosBAeHHsT (QHONETOBOi OKPaCKH OT KOMIJIeKca HHKels, 3aTeM THT-
pyiot pacteopom Kommiexkcona III 10 mepexoaa OKpackH B 3eJ1€HOBATO-
HKeATYIO.

[TpM KOMIJIEKCOHOMETPHYECKOM HenpsiMOM OnpejeteHHH HHKeIs
ucnoabayercs aausapun S [724]

O OH

I | OH
BHES

WAA

| SOsH

O

AausapuH S

M36utok Kommaekcona III TuTpyloT pacTBOpoM HHTpaTa TOpHS B
kucaoii cpege (pH 2,7—2,9). IlpucyrctsHe B pactsope A0 10 me
kobanbTa He Memiaer onpejenenuio. Fousl TOPHUA TeOPeTHUECKH
MOTYT BHITECHAITH HOHbl HHKe/sl H3 €ro KOMIeKCOHATa, HO NpH onpe-
Je/IeHHH HHKes HernpAMbIM METOJOM CKOPOCTb BHITECHEHHsI NPH 0Gbiu-
HOil TeMnepaType TaK HEe3HAaYHTENbHA, YTO MOXKHO Ge3 OIIHOKH Mpo-
BOAHTb OnpejeleHHe HHKef.

MeTon THTPOBaHHS HHKeIS B aMMHayHOii cpeje C HCnoJIb30BaHHEM
MypeKkcuaa (aMmonmilHas cOlb myprypoBOi KHCJIOTbI) TMPHMEHfETCs
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HauboJsee 4YacTo

o-
P
NH—C\ /C—- NH
bt
O=C/ \C—N =C C=0
e S y i i
NH—-C C—NH
I I
0 0
Mypexkcup

K 100 s ananusupyemoro pacTBopa, cofepxaulero xe Gosmee 15 me Ni, npuGas-
AS0T HHAHKATOp M BBOAAT no KanasmM NH4OH no oxpammsanus pactBopa B HHTeH-
CHBHO Xe/Tulil UBeT. 3aTem THTPYIOT pacTBopom komnaexkcona Il o maummaiomerocs
n3ameHenus oxpacku. ITocae sroro npuGasnsuior 10 ma xouuentpuposannoro NH;OH
W 3aKaHYHBAOT THTPOBAHHE NPH OYeHb PE3KOM Nepexoie OKPacKH H3_XKeNTOi B CHHe-
proneropyo.

B cayuae meHbllero cofilepanHa aMMHaKa OKpacKa H3MeHsercs H3
JKeNTOH yepe3 opaHmkKeBO-KpacHyio B ¢uoseroBylo [280]. Bonee werknii
nepexoj OKPackH HaG/MI0AaeTcsi NMPH HCNOJAb30BAHHH B KaYeCTBe BHYT-
peHHero cBeTopHAbTPa MeTHIeHoBoro roayGoro [490].

Touky 5KBHBAJIEHTHOCTH MOXKHO HAXOAHTb (POTOMETPHYECKHM MeTO-
aom [397], Tutpys u36uTOK Kommuexkcona 111 pactBopom comu HuKeas
npu 620 mmk, HIH THTPYA H3OLITOK 106aBJEHHON COJH HHKeJs pacTBo-
pom xomnaekcona III npm 465 wmmx.

B ammuauHoil cpese menb, KoGanbT, KajblHi 06pasylOT npoYHble
KOMIIJIEKChI € MYPEKCHAOM H, CJIe[OBaTeJbHO, MEUaloT ONpeje/eHio
HHKeN.

Keneso (111) mackupyor nupogocparom [1100].

TutpoBaHHeM ¢ MypeKCHAOM HEBO3MOMXKHO ONpPeAeNHTh MHKPOKOII-
YeCcTBO HHKeNS BCJEJCTBHE HEYeTKOH TOYKH SKBHBaJeHTHOCTH. [las
9TOIl 1eJIM ¢ yCneXoM MoxKeT ObiTb NMPHMeHeH HHIAHKATop NHPHAHAa30-

Hapron (PAN) [667]
L
X N=N—C<

HO/

Mupnaunasonadpron

Tlpsimoe TuTpOoBanue pacTBOpoM Kommaekcona III ¢ sThM HuHaMKa-
TOPOM HEBO3MOXKHO, IIOCKOJILKY OH 06pasyeT 0YeHb CTaGHAbHBIA KOMIJIEeKe
C HHKeJleM, H peakllHsi C KOMILJIEKCOHOM NPOTeKaeT MEeAJEeHHO, He-
CMOTPA Ha NOBHILUeHHe TemnepaTtyphl. [TosToMy pekoMeHpyercst npoBO-
AMTh OGpaTHOe THTpOBaHHe H30biTKa KomnJaexkcona III pacrsopamn
coneii Meau. Ho B 3ToM cayyae caepyer BBOAHTL HeGOJBIIYIO MONPaBKy
Ha unpukarop (0,05 ma 0,01 M pacreopa coan meau Ha 50—100 ma
THTPYEMOTQ pacTBopa).
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MoxHO He yuHTHIBaTH 35TOH MOMPABKH, NPOBOLS ONpelesieHHe ciie-
JIYIOLLHM  C1IOcOGOM.

K 50—100 m2 npuGauante/bHO HEHTPANBHOrO aHANM3NPYEMOTO PACTBOPA NPH-
6aBJas0T 2—3 Kamiu YKCYCHOH KHCIOTHl H Komnaekcon 111 B neGonbiiom HaGeiTke.
Pacteop narpesaior Ao 70—80° C,npubaensmot 1—2 kanin uugukatopa PAN n tHT-
pyior 0,01 M pacropom CuSOy4 1o nosiBienns duosnetopofi okpackn. 3atem ofpar-
HO OTTHTPOBHIBAIOT H30bITOK coaH Mmean (0,024 pacrsopoM xommiexcora IIT a0
niepexoaa (puOAETOBOH OKPACKW B CBETJIO-3EJIEHYIO WM UHCTO JKEATYIO (B 3aBHCHMOCTH
or conepxanns menn [665]).

Ilnsi THTpOBaHHS HHKess PEKOMEHIYeTCs —IHPHIMIa30pe30opuiH

(PAR) [1263]
HO OH

QoY

OH
Iupufinnasopesopuny

KOTOPHIII TO3BOJISIET BECTH TPAMOE THTPOBaHue HuKens KoMmmnekcodom I11
npi pH 5—6 u 90° C. [lepexox okpackH OT OpaHKeBOH K XKe/TO-3eNeHOH
HACTOJNBKO OTYETJHB, UTO OLIHGKA THTPOBaHHA He TNpeBbllllaeT 00beMa
OHOH KanuiH. KpoMe TOro, 10T HHAMKATOD Jyullle PacTBOPHM B BOZe,
yem PAN.

Ouenp y106HBIM HHANKATOPOM AJIST KOMIJIEK COHOMETPHYECKOro onpe-
JleJIeHHs] HUKels sBaAeTca asokcHH (1-Hadronaso-8-XHHOMHHOM-D-CY k-

(oxucaora) 1686]
N=N
I
. SOsH
00 B
A
OH/k

A3OKCHH

C 9THM HHAMKATOPOM BOSMOXKHO IMPAMOE THTPOBaHHE HHKens npu pH
5,5—6,5; ompejeneHHIO He MEIIAOT Kadbumii, Maraui. B Touke sKBH-
BaJIEHTHOCTH Habmojgaercs peskHil mepexon oxkpackd. Bo3MOmKHO Hc-
n0Jb30BaHHe JHMOHHOH KHcaotsl A1s Mackmposanusi U, Th, Zr, tHO-
MoueBHHBE Jaa Cu.

[TpH KOMIIEKCOHOMETPHYECKHX THTPOBaHMAX HHKeJS NPHMEHSIETCs
autu3on  [541, 738]. TurpoBanne Begercsa npsMbiM Merozom. Cousb
HUKeRs Haxogurcd B BOAHOW daze. MnankaTop Haxoaurea B opranige-
ckoii daze (CCl,). 10T MeTOx Masi0 y00eH H3-3a HaaH4HA ABYX (as, or
HHTEHCHBHOCTH MepeMelllHBaHusi KOTOPbIX 3aBHCHT TOYHOCTL ONpeje-
JIeHHA .

[IpH KOMNJIEKCOHOMETPHUECKOM ONpejeNeluH HHKeNs NpHMeHseTcH
8-oxcuxunonun [b28, 1182].

[lpu HenpsMOM KOMIIEKCOHOMETPHUECKOM ONpelleJieHHH HMKen1d
MOJKHO KOHEYHYIO TOYKY HAXOAHTb NMOTEHLHOMETPHYECKHM MeTooM 280,
¥lhal.
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OrrutposeiBaior H3GbiTox Komnsekcona 111 pactBopom coan Tpex-
BajzeHTHOrO Xenesa (271, 1056].

Tutpyior nukeas pactsopom Pb (NO,), ¢ Pt — W [53] 3J1€KTPOI0M
NpsiMbIM H HENpSAMBIM MeTOLOM.

Xopouise pesyanTathi M0Jy4eHbl NPH NPAMOM KOMILTeKCOHOMETPi-
yeckoM (oromerpuyeckom TuTpoBaHHH [1208] npu anuHe BOAHBI
1000 mmx, npn KOTOPO# KOMIJIEKCOHAT HHKEIA HMEET MaKCHMAJbHOE
norviomenye. Yto0bl H30ekKath BAHAHHA 1ENIOYHO3EMENbHLIX METAMIOB,
THTPOBaHHe NPOBOAUIOCH B KHC/IOM o6anactH, npu pH 4,0. ITo Tounoctu
METOA He YCTynaer THTPOBAHHIO JHMETHJITIHOKCHMOM. Mmeercs amme-

OMETPHYECKHH  BAPHAHT KOMIJIeKCOHOMETPHYECKOTO  THTPOBAHHS
531, 851, 10571.

KpoMe 1ByHaTpHEBOIt COMH STHICHAHAMHHTETPAYKCYCHON KHCAOTHI,
Ansi THTPOBaHHA WOHOB HHKeJs MOTYT NPHMEHATbCA JAPYTHe KOMILIeK-
COHbI, HaNPHMED HHTPHJIOTPHYKCYCHAs KHCA0TAa. [(ByHatpueBas coib
510ii KHeaoTh! (Na,HX), Gyayun cama neiitpansuoii (pH 6,8 npn Konient-
paunn 107* M), Bbigeasier npu B3auMofelicTBHH ¢ HeHTpaabHO# COoMbIo
HHKe/sl SKBHBAJICHTHOE KO/MHYECTBO HOHOB BOZOpoOAa

HX?" 4 Nitr22NiX~ 4- H*,

KOTOphle OTTHTPOBBIBAIOT PacTBOPOM LIEJOYH C KHC/IOTHO-OCHOBHBIMH
HHIHKATOpaMH, JIyuille BCero MeTH/J0BbIM KpachbiM [1120].

Jlpyroit BapHaHT 3TOr0 MeTOAa 3aK/I0YaeTCs B THTPOBAHHH pactsopa
Co/l HHKeas, HeliTpaausosanHoro x0 pH 5, TpexsameienHoli co/bio
HHTPHIOTPHYKCYCHOH KHCIOTH, HAGMIOAaeTcsi CKA4YoK Ha KPHBOH TH-
Tposauns npu pH 5,5—7,8; yaoGen unaukatop wnefirpanbHbiii Kpac-
HBIH.

Ha Tom e npuuuMne ocHOBaHO THTpOBalHe HHKeJs VpPaMHAARY K-
CYCHOIl KHCJIOTOH.

Ckayox Ha KPHBOi THTPOBaHHS TPH OTTHTPOBLIBAHHH LIEJOUBIO BbI-
AS/HBIUHXCSE HOHOB BOAOpOAA HaxoAuTcsa B HuTepBaje pH 4,6—8,0,
a B cayuvae npsaMmoro THTpoBawHa npd pH or 6,0 go 8,5.

Brito npepnokeno onpeenats HHKeb ¢ NOMOUIBIO FHAPOKCHITH-
STHIHAHAMHHTPHYKCYCHOH kucaotsl [861, 1276]. B stom caywae
K pacTBOpy cOAM uuKensn A06aBAAIOT M3GHITOK pearenta, KOTOpIii
OTTHTPOBBIBAIOT PACTBOPOM COJH MeIH € (WIyOPeCUeHTHBIMH HHAHKATO-
paMHi METHJIKaJbLEHHOM H MeTHIKAaJIbLEeHHCHHHM.

BoamoxHo Hcnmoab3oBamue HHTPOJNOTPHYKCYCHON KHeaoTs: [1006].

Llnauuausiit metop

HauGonee crapunubiii u smecte ¢ Tem cambiii pacnpoctpateHHbIi
METOJ{ THTPHMETPHYECKOrO OnpejeieHns HuKeaa Obln npeanoxen Mopom
[978] u KsmnGeanom u Suzpo [530]. Tutpyior ammuaumbii pactBop
coMH HHKeas pacraopom KCN.

4KCN - [Ni (NHa)q]** =Kz [Ni (CN)4] - 2K*.
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s ycTaHOBACHHA MOMEHTA OKOHUAHHS THTPOBAHHA BBOJSIT B KayecTBe
uuaukaropa pacteop KJ n u3BecTHwIil 06beM THTPOBaHHOrO pacTBOpa
AgNO;. Ipu sTOM 0oGpasyercs cycnensus AgJ, nepactsopumasi B aMMHa-
Ke, HO pactBopuMasi B n306biTke KCN. Ilocie Toro kak npopearupyer Bech
uukens ¢ KCN, nayuer pacrsopsteest AglJ. Mcyesuobenue mytn Agl
CAVIKHT TIPH3HAKOM OKOHUYAHHS THTpOBaHMsi. [ paMM-3KBHBa/JleHT HHKe-
JIf paBeH IOJIOBHHe ero artoMHoro Beca [1025].

[Tpn THTpOBaHHH HeGOBIIHX KOMHYeCTB HHKes (~ 0,02 me) obbiyHo
Hab/1i0/1a/loch MEPeTHTPOBLIBaHHE H3-3a Koaryasuud Agl H MepieH-
HOro B3aumogeiicteua ocaika ¢ pacrsopom KCN. Ilpennoxeno [161]
BBOJHTh B PacTBOp KpaxMas B KayecTBe 3alllHTHOTO KOJJIOHAA.

DLt H3ydeHbl HHTEPBAJBl KOHUEHTpALHii HHKeNs, MaKCHMAaJbHBbIi
H30LITOK aMMHaKka M BJHSAHHE TeMmepaTyphl Ha BOCIPOH3BOJHMOCTD
pesysnbTatoB THTpoBanus [856]. OcoGeHHO MHOrO BHHMaHHs GHLTO yje-
JeHO ONPeJeNEHHIO HHKEs B IPHCYTCTBUA APYTHX 3J€MEHTOB, 00pa3syio-
unx ¢ KCN ocagku, KoMnieKcHble cOeIHHEHHS HIH MalopacTBOPHMble
ruapookucu. Merogom JIuGuxa HHKenb Jierko oTAeasercss OT KobGasbTa
[660, 900]. [Tpu moGaBMEeHHH UMAHWAA KANHA K CMecH cojeil KoGanbTa
H unkeas oba siaementa nepexogarT B kommiekcel [Ni(CN) >~ u
[Co (CN)gl*-. Ecnu na takoii pactBop mogeiictBoBath 6poMHOH BOJOM,
10 KoGanbT nepeiizer B coeguHerne [Co (CN)yl?-, a HuKenp Bbimagaer
B Buge Ni(OH);; ocagox oTgesnsloT OT pacTBOpa, PacTBOPSIOT B lilaBese-
BOH KHCJOTe, MOAUIEJTaYHBAIOT PAacTBOP AMMHAKOM H BHOBb THTDPYIOT
pacrsopom KCN. 3sanc [635] mpeamoxun oaHOBpEMEHHO ONpeesiTh
HUKeb W KOBANLT 3THM METOAOM M3 0fHOi mpobul. B Hayase no Mopy
THTPYIOT CyMMYy MeTannoB, 3ateM jpoOasasiior H36eToK KCN, KoGanbT
nepexoauT B oyenb npoynelii Kommieke [Co (CN)gl®". 3atem H36GBITOK
CN -HOHOB yjaAsioT KUNsiyeHHeM ¢ NePeKuchid BOAOPOAA M OTTHTPO-
BbiBaloT HHKeab. Monsl Fe?*, Al3*, Cr3" mackupyior BUHHHONH KHCJIOTOH.
J10T MeTol WHPOKO MNpHMeHseTcs NpH aHaause crajieil (raas-
HbIM 00pasoM BBICOKOIETHPOBAHHBIX).

a5 onpefeneHHs HHKeNsd MO KJAaCCHYeCKOMY BapHAHTY MeToAa
Mopa nocrynaior caexyowum o6pasom [73].

K pactBopy, cogepwaulemy HHKeNb M OGHUHO AMeWUleMy KHCIYIO PeAKIMIO,
npubapasmor 25%-uuii pactsop NH4OH, Geps ero uabuitox 1—5 ma, pasGasasior
pactsop 10 o6bema 250 sa, npuanBalT 10 ma pacteopa KJ (8 2/4) u 10 ma pacteopa
AgNO; (0,5 2/4). Iloarorop/eHHnl TAKHM CNOCOGOM PacTBOp THTPYIOT pPacTBOpOM
KCN (4,6 2/a) BHauane GuICTDPO, MOKA MYTh YCHIUBAeTCH, a 3aTeM Gonee MELEHHO O
ee pcuesHoBenns. Pacteop KCN craHapTH3HPYIOT THTPOBAHHEM H3BECTHBIX KOJHUECTB
HHKe1s, NPHYEM B H3pacxojoBaHHpiil Ha TuTpoBanue o6nem pactsopa KCN BeoasT
nonpaBKy Ha ero Kojquuectso, rnorpeGasieMoe nopuaomM cepebpa. s ysefnuenns Gbl-
CTPOTHL M TOYHOCTH THTPOBAHHS NpeNaraeTcsl yCTaHAB/AHBATh KOHEUHYIO TOUKY oTo-
MeTpHUeCKHM MeTofom [452].

BLiI0 npeanoxkeno MHOrO APYTHX HHAMKATOPOB IJs LHAHHJHOTO
MeToid. JAHMETHATIHOKCHM H a-OGeH3HJIJAHOKCHM IPHMEHSIOTCA Kak
BHelHMe HHAMKaTopsl [547, 825, 1033, 1251]. B kayectBe uHAHKaTOpa
MOMKeT NPHMeHsITbesi Takike AHdenukapGason [1086].
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K 0,06—0,61 M pacrsopy KCN jpoGapisior 3—4 Kamid 3TAHOABHOIO PacTBOPa
andennnkap6azoHa u THTPYIOT €ro PACTBOPOM coan HuKeas, Kak TONbKO KOHUEHTpa-
nis nonoB Ni**ctaner Gonbiie 3KBHBANEHTHOTO KOJAHYECTBa, 00pasyeTcs COefHHeHHe
£ audenHIKapGa3soHOM HHTEHCHBHO-DO30BOIO IL[BETa.

ITa MeTOJHKa MaJi0 NPHIOfiHA H3-3a o6pa30oBaHHA B TOYKE 3KBH-
BaJIEHTHOCTH  CYCHEH3HMH  HUKeJbJupenuJIkapOasoHara, IO03TOMY
Apanc [636, 637] pexomeniyer 10GaB/sATb GeH30J, B KOTOPOM Jerko
pacTBOPAETCs] KOMIJIEKC HHKeNd ¢ AHpeHnaKap6a3oHoM, OKpalliBas pa-
CTBOP B KpacHBIH IIBeT.

B oany xonby nomemianT HeHTPaNBHBIL PacTBOP COJNH HHKENH, He CONepiKauiuii
Cu(l), Cu(ll), Zn, Cd, Fe (II), Hg (1), Hg (11), V, Co, a B apyryio — gucTHIARpO-
BAHHYIO BOAY; 3areM B ofe xonGul fobapnsior no 20 a2 20%-woro NHiNO;s (Brcann-
Barouuit peareut), 15 sa 1/5 N Na,COs (nns noppepxanns pH pacrsopa) u pasba-
pasiioT 10 o6wema 100—150 ma. 3arem npubasasiotr 20 ma Oensona u 0,3 w2
1,5%-noro pacteopa Hujnkaropa B 31anone. TutpyioT pactsopoM KCN g0 nosisienns
KpacHOH OKpackd GeH3OJbLHOTO CJOS.

INpu tHTpoBaHHH <_107® 2 HHKensl cieiyeT yBeJHUYMBATb KOJHYe-
CTBO KapOOHaTa HAaTpHA.

Kpome nudennnkapGasona, B KadecTBe HHJHKaTOpPa MOMKET Cay-
KHTh pe3aleropeHOHOKCHM, 00pasyIolini ¢ HHKeleM MKeJaToBaTo-3¢e/1e-
HbIHl KOMIJIEKC, HepacTBOPHMbIHA B Boje [466].

Hukesnb onpejiessior HeNpsMbIM MeTOJI0M.

K pactBopy, comepiauiemy colb HHKelsi, fo6abnsior u3bmtok KCN, 10 2 aue-
TaTa HATPHA Ha Kaxase 75 sa pactBopa H 5—10 xanens 2%-HOTo pacTBOpa pesa-
uetogenonokcuma B 40%-HoM sTanHoNe H THTPYIOT CTAHAADTHHIM PACTBOPOM HHKeld
Z0 TMOMYTHEHHs DPacTBOpd, NMPHOGPETAIOUIErO0 3e7eHOBATO-KeNTHH NBer.

B uHaHHZHOM METO/lc NPHMEHAIOTCA H TaKHe KOMILIEKCOHOMeTpii-
yecKHe MHAMKATOpHl, Kak MypekcuA. lluaHuaublfi KOMIJIEKC HHKeAs
6o/ee yCTOHYHB, UeM MyPeKCHIHbIH, H THTPOBaHHe 1eT 6e3 3aTpyaHen i
[603].

Pekomenpnyercst (11771 npoBOAHTb THTPOBahHe B MPHCYTCTBHH MH-
puinAa. B Touke SKBHBAJEHTHOCTH BO3HHKAET (DHOJETOBOE MaJOPACTRBO-
pumoe coepunenne [NiPyH,Ol(CN),.

IIupoko pacnpocTpaHenbl MeTOAB! MOTEHLHOMETPHYECKOIO THTPO-
Banusl HHKeAs: nHaHugoM Kaausa. Xecko [746] npemfoxua HCronb3o-
BaTb B KauecTBe HHJMKATOPHOrO 3/EKTpoZa cepeGpsHblil. ITOT Ke
SM€KTPOJ PEKOMEHAYIOT HCIOMb30BaTh M NpH aHanm3e craned [107].
Xopoue pesyJabTaThl MONYYaAlOTCS IIPH THTPOB2ZHHH € IJIATHHOBBIM
U cepeOpsaHeM 3nekTponamu [342]. B ycaoBuax pekoMeHIyeMOro Me-
TOJa THTPYETCH TOJBKO HHKe/b; KOGaJbT, IHHK, MapraHel, Megb He
MEILAIOT OIpee]eHHIO.



2. TATPUMETPUYECKHUE METO/Zbl ONMPEJAEJIEHUA HHUKEJHA
C WCMOJIb30BAHHEM IUMETHJIAHOKCHUMA

lipsivoe ompejednenue ocamgeHHeM
. AHMETHIRHOKCHMATA HHKes

[Ipn THTpOBaHHM PacTBOPA COMH HHKeNsl PacTBOPOM JHMETHJLHOK-
CHMa KOHEYHAas TOUKa THTPOBAHHA YCTAaHABJIHBAETCS INIPH [OMOULH
NOAXOAAINX HHAMKATOPOB HJH (DH3UKO-XMMHUECKHMMH METOLAMH.

B ocuoBe meroga JexuT peakuus 06pasoBanHs MaJlO0pacTBOPHMOTO
AUMETHJIIHOKCUMATA HUKEJS:

Nizt .i'_. EHEDI:N{-(HD)‘& —£— ZHT

PexoMmenjoBansl pas3inuHble CHOCOOBI YCTAHOBJIEHHSI TOUKH SKBH-
BanenTHOCTH. B paforax sinoHckMx yuennix [782] B kauectBe THTpanTa
HCIIOIB30BAH ITaHOJALHLIH HJIH AaleTOHOBLI pPacTBOP AUMETHITHOK-
CHMA, 4 BHEIUHHM HHAHKATOPOM CJYXKHT COJIb IBYXBaJeHTHOTO XKejesa
# aMvuak. Takod HHIMKATOp JAaeT APKO-PO30BOe OKpalllMBaHHE OT
H30HITKA peareHTa, NOCKOIbKY ABYXBAaJEHTHOe 3Kese30 OobpasyeT B am-
MHAYHOH Cpelle KOMIIIEKCHOe coeliHHeHHe po30Boro nseta Fe(I1D), - 2NH,
[250, 261].

['opa3no Tounee M yjgoOHee O NOCTHXKEHHH TOUKH SKBHBAJEHTHOCTH
CyAHTb C I[IOMOLILIO BHEUIHETO MHAMKATOPa — (QUAbTpPOBANbLHOH Oy~
MarH, CMOYeHHOH pacTBOPOM JHMETHIJHOKCHMA. DTO TeOPETHYECKH OhLIO
JIOKAa3aHO COMOCTABJEHHEM YCTOHUHBOCTH JAUMETHAJIHOKCHMATA HHKeIs
H KOMMIeKca xKene3a c 3TuM pearentom [47]. Huxkenan onpepensiu
THTPOBaHHeM M30biTKa AHMETHAJHOKCHMAa THTPOBAHHLEIM PacTBOPOM
COH HHKENs C HCMO/b30BaHHEM CMOYEHHOM JHMETHJJHOKCHMOM Oy-
maxku. Tor xe npuem GblT MPHMEHEH AJ1A NPAMOTO THTPOBARHA COMEil
HHKeJsl PAcTBOPOM JnMerHsjuokcuma [475, 476]. TurpoBanusi npo-
BOJUJINChL B aMMHAyYHOl cpele.

Takoe ompenenenue TOUKH SKBHBAJEHTHOCTH HeyJAO00HO, MOCKOJIBLKY
BO BpeMs THTPOBAHHYl B PACTBOPE HAXOAUTCS B3BeIllIeHHBIH PO30BBIH OCa-
JIOK RHMETHIJHOKCHMATa HHKENS, KOTOpBIH, momap Ha GyMasKKy, MO-
KeT HCKa3UTh BLIBOJHI.

OTHX HeJOoCTaTKOB juiueH Merox [17], B kKoropoM npHMeHSIOTCS
B KayecTBe HMHAMKATOpa JBe OYMaKKH: BEpPXHAA CHAYKHT (DHIBTPOM
I/ 33JePKaHUS B3BEUIEHHOT'O B PAacTBOpPe QHOKCHMATa HHKENs, HHXK-
HfSl — CMOYeHa pacTBOPOM IHMETHAAHOKCHMa. OnTHMasbHbIH HHTEp-
Ban 3Hauenud pH 5,9—10,2.

Jlanpueiiiee passnuTHe STOT MeTOJ NOJAYYHaI B psige pabor [2, 310,
1087], B KOTOpLIX B OCHOBHOM BBLISICHAJIOCH BJIMSIHHE JPYFHX 3JieMeH-
TOB Ha oupejencHue Huxens. B macrosiiee BpeMs 3TOT METOH 4acTo
npHMeHSeTCs NPH aHau3e pa3iIHuYHbIX 00BEKTOB, COJAePKALIHX HHKeNb.

1 H,D — moflekyna QuMeTHIIHOKCHEMA.
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Jlag ompejiefennsi HUKe/si K aHAJH3HPYEMOMY DacTBOpY A0BGaBAflOT aMMHaK 10
nosiBnenHa caaboro s3anaxa u THTpywT 0,1—0,04 M pacTBOpOM HHMETHIAHOKCHMA
{(11,6—4,6 & aumernafuokcama pacteopsior B 100 s2 2 N NaOH n pas6asiistor 1o | 2
BOJlO#), MoKa B3fATas CTeK/JASHHOH NaJouKoil Kammfd pacTBopa He nepecraHer ofpaso-
BEIBATh KPACHOE TATHO HA MHAMKATopHOH AuMernijioxexvosofi Gymare. Has npn-
FOTOBJIeHHA ToC/deHel 10Ja0CKY GHIbTpoBasibHOl GyMArH NPONHTHBAKT HACHILeH-
HBIM STAHOMBHBIM PaCTBOPOM NAHMETHJAHOKCHMA H BLICYUMBAIOT Ha Bosdyxe. Kammo
aHaNN3NpPYeMOro pacTBopa HAHOCAT He HEMOCPeNCTBEHHO HA HHAMKATOpHyw Gymary,
a Ha NMOM0XKeHHYIO NoBepx Hee NOIOCKY YHCTOH QHIBTPOBAAbHOI GymMary 4jisl 3ajepika-
HHA YacTHI, y2Ke o6pas3oBaBllerccs B DAacTBope ocajfika AMMETHJILHOKCHMATA HUKend.

JIuMeTHIIHOKCHM BOccTauasinusaercss [23, 217, 254] na pryTHOM
KaneapHom Kartome (Ey, = —1,4 6). Hanbonee y106HO THTpOBaTL NpH
notennuane —1,85 4, Tak Kak NPH 3TOM H HHKEIb, W AUMETHAAHOKCHM
naioT auhdy3HOoHHbIe TOKH, H 103TOMY Noaydaerca V-o6pasHasi KpHBas
aMIIePOMETPHYECKOro THTPOBaHuA. JIJA THTPOBAHHA MOKHO NPUMEHATSH
HaTpHeByl0 coab JuMeTHafHoKcHMma [254]. OtnocHrenbnas ownGKa
metona Mexee 1%. Haunyummit on — 0,1N auerar Hatpus, 0pH xo-
TOPOM HHKeIb ONpPenetsioT B MPHCYTCTBHH TPEXKPATHHIX KOJHYECTB
xenesa (III), xpoma (III), amomuunsa. Ecau coxepikatue 5THX 3.e-
MeHTOB OoJiee BLICOKOE, HX Jydlle OTHeRsTh.

HuxXe npHBOAMM METOAHKY OMpeJeNeHHs] HUKeJAs B CTaly MEeTOIO0M
aMIlepPOMETPHYECKOTO THTPOBAHHS DACTBOPOM JHMeTHJAAHOKcHMa [23].

0,5 2 craan pacrsopsior B HCI (1 : 1) u ynapusaior pacreop Ao o6bema 1—2 .
3arem pasGasasiior ero 10 ma Boan H 0OpaGareBalOT ropaunM 5%-HEIM PacTBOpoM
NaF; uepes 8—10 muu. mpuGasasior aMMBaK A0 OTUETANBOrO 3amaxa W THTPYWOT NIpH
norennuane — 1,85 8, He orfenAs ocanok.

OrnocutenbHas omu6ka we Gonee 2% . Xpom He MelllaeT ONpe/eTeHHIO HHKeTd.
Anasmsupyemuil ofpasen, colepXawuit Mefb, caelyer pactBopATs B HaSOs (1 : 4)
u p06aBasATh 3aTeM no Kanyiam 4% -#eiit pacreop KMnOy. Ecoi Beinagaer ABYOKHCH Map-
ranua, npubas/sior rmo Kamasam 0,5%-Hbifi pacteop conu Mopa [0 NPOCBETAEHAS pa-
CTBOpA. 3aTeM NPHJIHBAIOT TOPAYYI0 BOAY, OMYCKAIOT B PACTBOP HECKOJIBKO KYCOUKOB
MeTaJIMyeCKoro amioMHHHS HJIH 3Kese3a W Harpesator 10 mun. ITocne storo duikt-
PYIOT PacTBOp, OCAROK NMPOMBIBAIOT D pas ropaveil Bojol H pacTBOpP THTPYIOT NPH ITo-
Tennnane — 1,85 ¢. MoxkHO THTpOBaTh HHKENb B NMPHCYTCTBHH JAHMETHJJHOKCHMA
nomom [1159].

M3 ppyrux IHOKCHMOB [/ aMIePOMETPHYECKOrQ ONpPeeneHus Hi-
KeJIfl NpPHMEHseTCA AMOKCHM IHKJIorekcamauona [254, 527, 781]. Cam
peareHT BOCCTaHABIHBAETCA Ha PTYTHOM KamneJbHOM 3JeKTpofe Ha do-
e 0,1N amerara natpus (E = —1,40 8) [781]. SlmoHckHe yuenbie
ucnoapsylor ¢on 0,25 M NH,Cl + 0,2 M NH,OH npr noreanuane
1,8 8 (pH 8,8) 1781]. ITpeumyiriecTBO 3TOrO peareHta mepey AHMETHJ-
JHOKCHMOM 3aKJI0YaeTcsl B TOM, YTO UM MOXKHO THTPOBaTh B aMMHAau-
HOM cpejie (c/ie0BaTeNbHO, He MelllaeT UHHK), B TADTPATHOH H IIUTPATHOI
cpefie, 4TO TIIO03BOJSAET ONPEeLeATh HHKEIb B NPHCYTCTBHH 60—70-
KpATHHEIX KOJHYECTB }Kene3a H aJIOMHHHA.

OxcaMuAHOKCHM JlaeT Ha PTYTHOM KaneJbHOM 3JeKTPOje B IPHCYT-
crBuM HuKens jase BoaHel [880]. Hukenn tutpyior 0,05 M pactsopom
pearenta npH norennuane —I1,14—1,20 ¢ B aMMHauHO#H cpeje.
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a-PypUAIHOKCHM TaK¥Ke BOCCTAHABJIMBAETCA HA PTYTHOM Kareb-
HoM anextpoae (Ey, =— 1,10 8), HO npuMeneHHe ero A1 THTPOBAHHA
HHKeJISl 3aTPYJHEHO H3-3a MOJYUYeHHs B TIpOLecce THTPOBAaHHS [IOXO
Koaryaupyemoro ocaxka (254, 7841

HenpsiMoe THTpHMeTpPHYeCKOe onpejeleHHe HHKeJs
C HCMOJb30BAHHEM JHMETHAIHOKCHMA

Meton OCHOBaH Ha HCIOJL30BAHHH OKHCIHTEIbHO-BOCCTAHOBHTEIb=
HBIX WM, YTO 3HAYHTEILHO peXe, KHCJIOTHO-OCHOBHLIX CBOHCTB npo-
JYKTOB THAPOJIH3a JAHMETH/IJHOKCHMATa HHKeNs.

Ocajiok JHMETHIIHOKCHMATA HHKeIS Nocae OTAeJNeHHs OT pPacTBopa,
coziepKalero Apyrue KaTHOHBI H H3GLITOK CaMoro JHMeTHJIIHOKCH-
Ma, 00pabaThiBalOT NPH HAarpeBaHMH KHCJAOTaMH:

Ni(HD)a - 2H*=Ni2* 4 2HaD;

-

H.S0,
CH4C (NOH)—C (NOH) CHj -+ 2H,0 —~ CH3COCOCH; - 2NH;0H.

IMonyuatommiicss 1pi THAPOJIH3E THAPOKCHIGMHH OTTHTPOBLIBAIOT
Pas3IHYHBIMH OKHCIHTENssMH. MOXHO OKHCIATh BLIACTHBIIHIACA TH-
POKCHJIaMHH OHXpoMaToM Kaaus B Kucaoil cpege [785]; x mu30biTKy
Guxpomara J06aBJsIOT CTaHJapTHBIN pacTBop cyJbgara xenesa (I1),
a H30BITOK MOC/JEIHEr0 OTTHTPOBLIBAIOT NEPMaHraHATOM.

Jlpyroii BapHaHT MeTOJa 3aKJI0YaeTcss B OTTHTPOBbIBAHHH H30bIT-
Ka GHXpoMaTa coabio Mopa; TOYKY SKBHBaJeHTHOCTH HaXOAAT MOTEH-
unomerpuyeckn [786].

llonyuusimniics B pe3ynbraTe THAPOJAH3d THAPOKCHJIAMHH MOMXKET
ObITh OKHCJEH pPacTBOpaMH coOJieil TpexBaJenTHOro kemesa [1229]
noO ypaBHEHHIO:

2NH,OH + 4Fe®*=N,0 -- 4§Fe** -|- H:O + 3H*.

OGpasoBaslieecsi JBYXBaJE€HTHOE KeJe30 OTTHTPOBBLIBAIOT Mep-
maHranatoM. Opnako xene3o (I11) He xonuyecTBeHHO OKHCAsieT rii-
POKCHJIaMHH, YTO NPHBOJHT K JOBOJBHO GOJBILIONH OmHOKe.

Brino npenoxeno [ 1065, 1067] npsamoe THTpOBaHHe THIAPOKCHIaMH-
Ha JI0 a30THOMH KHeaoTe nepmatranatom (B 0,2—0,4 N HCI) npu 60° C
C TpHMeHeHHeM ABYXJIODHCTOH MeIH Kak KarajH3aTopa.

OcaXK/leHHBil W NpOMbITHIl BOROH AWMETHAAMOKCHMAT HHKensn, ColepXauiuli
0,5—2,0 M2 yuKenst, pacTBopaIoT Ha PUAbTpE B 15—20 M2 ropsieit 1N HCI u npomsr-
BAIOT (PUALTP BoAoil. PHABTPAT H NMPOMBLIBHBIE BOIEI cOGHPAIOT B KOHHUECKYIO KOGy
emkocTbio 500 ma, pasbaasior Ko 90—100 sa u xunarat 15—20 mun. 3arem pasbas-
JsioT pactBop Ao 250 ma Bofoli, moforpeBalot ero lo 55—60° C, srocar 2—3 ma pact-
popa CuCly u Tatpylor 0,1V pacteopom KMnOjs no nossrenus ciaGo pososoit okpa-
CKH.

TIpaMoe oOKHCIeHHe oOCajKa JAHMETHNAHOKCHMAaTa HHKEAd MOXET
ObITh NPOBEIHO NePMaHTaHATOM KaJHsi B CHabHOILeT0uHO cpete [750],
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npuYeM NepMaHraHaT BOCCTAHAB/MBAeTCsl 0 Manranarta H TocieHuil
ocaxjaercss HoHaMH Gapus; H3OLITOK HenpopearHpoBaBIUEro nepMax-
raHaTa OTTHTPOBBIBAIOT focae pa3baBieHHsi PACTBOPOM dPCEHHTa HAT-
pusi. DTOT METOJ 10 CJAOMKHOCTH BBIMOTHEHHS H 1O TOYHOCTH He Bbljep-
KHBAeT CPaBHEHHS C MPeAbAYIIHM.

Onucannble Bbillle [epMaHraHATOMeTPHYECKHe BapHAaHThl Onpeje-
NeHHs HHKeld JHMeTHAJMOKCHMOM He OCOGHHO TOYHLI HM3-32 MaJoi
BeJHYHHBl 3KBHBaJlenTa HHKeas. Dosblilero BHHMaHHA 3aciyXKHBaer
MEeTOJl THTPOBAHHA THIPOKCHJIAMHHA GPOMATOM Kajusi, BlepBble BBe-
mennbiii Pypmanom # Paarom [696] (rpamm-sKBHBaNeHT HHKeas pa-
BeH 1/24 ero aTomHoro Beca). [MAPOKCHIAMHH OKHCJIAIOT A0 a30THOM
KHCJOTH H30LITKOM GpoMata, KOTOpbIH 3aTeM BOCCTaHABJHBAIOT ap-
CeHMTOM, a H30LITOK apCceHHTa OTTHTPOBBIBAIOT GpPOMATOM B TNPHCYT-
CTBHH METHJIOBOTO OpaHMEBOro Kak HHAMKAaTopa.

s B]ouee TOYHBIe pe3yAbTaThl AaeT NPHMEHeHHe XJOpHCTOro Gpoma
o171:

NH,OH - 3BrCl + 2HsO=HNO; -+ 3HBr + 3HCI.

Bo3moxno onpenensite MHKPOrpaMMOBble KOJHYECTBA HHKeJ,

K pacrBopy, cofepiamemy 75—250 mk2 Hukens B 25 ma, Aobasasior 0,2 ma
1%-noro “pactsopa Aumerunguokcuva M 1 s 2N NH,OH. Pactsop KHnAaTAT 5 MHH.
W NocJie OX/1aXK/IeHHS (PHIBTPYIOT Yepes crekasHHb PuibTp Ne 3, MPOMBIBAS TOPAYHM
HACKIIEHHBIM pacTBOpOM AMMETHJTTHOKCHMATAa HHKeJS U b ma BOJbIL. OCEH.OK pactBo-
pator B 6 a4 ropauefi 20% -xoit HCl n npomssaior duantp eme asyMs nopuuamu HCI
no 6 sa. GuaALTpar cobupator B KoaGy Ipaenmeiiepa H KUNATAT ero 1 MuH.; nocse ox-
NAKAEHH PACTBOP MOMemaioT B Crennanbbli cocyn Illymexa anst GpoMHpOBAHHSA H
pa3basasior Bogoit g0 100—150 ma. Yrobm nabemars BAHANNS KHCJAOPOAA BO3AYXA,

B cocyzie pactsopsuor 0,5 2 KHCOs. K pactBopy foGaBasior xopucthiii 6pom (BrOg -
4 2Br- + 3Cl- 4 6H* = 3H:0 + 3BrCl), pactBop BCTPAXHBAIOT H OXJAXKJAAOT
B Teuenne 15 Mun. 3artem go6aensor 10 ma cBexenpuroronessoro 5%-Horo pactsopa
HOAN/JA KaJHA H BhASTHBWHACH HOA OTTHTPOBBIBAIOT THOCYJb(haTOM.

PaspaGoran [306] BanagaTomMeTpHyecKHii MeTOJ ONpeJleJeHHA HH-
Kelsl NPH MOMOILH AHMETHATHOKCHMA.

OeajloK AHOKCHMATa Hukenst pactBopsior B 7N HaSOq u okucasior 0,02N pacreo-
pom V203 (SO4)2, BBOAA ero B H3OEITKe, KOTOPHIH OTTHTPOBLIBAIOT PacTBOPOM COJIH
LBYXBaJeHTHOrO Kesle3a. [pavMM-3KBHBaleHT HHKeJNs B 5TOM MeTolle cocraBiaser 1/8
€r0 aTOMHOrO Beca.

PesyabTaThl, noayyeHHble STHM METOJOM, BCerJa 3aBbIIUEHBI; BIIPO-
YeM 3TOrO MOMHO H30eaTb, ec/lH pacTBOP CTaHJapTH3HPOBATh B yC-
JIOBHAIX MPOBEJEHHS OMbITA.

ITpeasioxen psj MeTOLOB KOCBEHHOTO ONpejeJeHHA HHKeNs JuMe-
THaguokcuMoM. OHH OCHOBaHbI HAa PACTBOPEHHH JHOKCHMAaTa HHKeNs
B kucnorax, nanpumep B HCI:

NiDm; -+ 2HC1=NiCl; - 2HDm.
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K ocaaky jpo6asasior us6uitok 0,05N HCl npu narpesanun 11025]
# ortHTpoBbiBaioT #36uToK HCI no mernnosomy opamiesomy. CMHPHOB
[297], npoBepuB STOT MeTOA, YCTAHOBHJ, YTO Nepexoj OKpacKH pac-
TBOpa B caaGo KeAThlii IBeT B KOHEUHOH TOYKE HesCeH H NpPeIOXKHI
CYHTATH KOHIIOM THTPOBAHHS MOMEHT MOSIBJIEHHA DO30BATOH CycheH-
3HH.

Uyraee (358] cumraer, 4to Ha pasnoxenue | Moas JHOKCHMaTa
HHKeIs JO/MKHO pacxoAoBaThCs 2 TpaMM-3KBHBAJIEHTAa KHCJIOTHI.
Cmupros  [297] sKcnepHMeHTAJIBHO YCTAaHOBHJ, HYTO PacXOAyeTcs
4 rpamM-3KkBHBaZeHTa KHCIOTHI. OH OGBACHHA 3TO NPOTEKaHHEM peak-
HLHH

Ni(HD), -+ 2H,504=2HDm-H;S04 + NiSOy.

Oanako, no naunsim Jxoncona u @paiizepa 18031, ocHoBHOCTE OKCHM-
HOro asora CJHIIKOM MaJa, yTO6Ll MOTJIH 06pa303u3a’rbcs COJIH.

Jlns MaccoBHIX OnpegeienHii HHKeasi B pyAax paspaGoran [174]
aHHEHMeTpH‘IECKHﬁ METQJ ¢ HCNOJb30BaHHEM B KayecCTBe HHJHKaTOpa
MeTHJIOBOTO opaHkeBoro. Ha 1 rpamm-skBHBaJIeHT HHKead TaKike 3a-
TpPauHBaJoCh 4, rPaMMa-5KBHBAJIEHTA KHCJOTHI.

[Tpotexaior caepyiomue peakuun [19]:

Ni (HD)2 -+ 4HCI - 2H;0=NiCl; - 2NH,OH-HCI + 2CHy+C (NOH)+CO+CHg.

[lepeuncientbie METOAb HE NPHMEHAIOTCA IIHPOKO, MNOCKOMBKY
HMEIOT JI0BOJBHO CYIeCTBeHHble HefocTaTKH. Bo-nepsuix, ownbka B pe-
3y/bTATAX OYeHb BeJHKa BC/IEACTBHE TOTrO, UTO NPH B3aHMOAGHCTBHH
¢ HCl ofpasyercsi MOHOOKCHM H CO/SIHOKHCHBIH THAPOKCH/IAMHH HE
BCeria KOJIHYecTBeHHO. BO-BTOPHIX, METOA NPHMEHHM /s y3KOro HH-
TepBaja KOJHYECTB HHKeJs, MOCKOJbKY MOsiBJEHHE CYCneH3HH JHOK-
CHMaTa NpH HefiTPaTH3alMH HACTYNAeT TeM pambile, dem Gosbule 0G-
[1as KOHUEHTpallHsl COJIH HHKeJs.

Hukelb MOKHO ONpeAesiTh C HOMOLLbIO APYTHX OKCHMOB. Mupo-
nos [965] npexnaraer OKCHAHMETPHUECKHHl BAPHAHT OKOHYaHHs Olpe-
JeJeHHsT HUKeas (PeHHIAHOKCHMOM, AH(QEHHILHOKCHMOM H APYTHMH OK-
CHMaMH.

3. APYTHE THTPUMETPHYECKHE METO/bI

HemuoroyncaeHnble NpsMbie METOAbl THTPOBaHHS HHKeJs, OCHOBAH-
fible HA PeaKUHH HeATpaNH3aluH, KaK NPaBuaIo, IPHMEHSIOTCSA A/ Ollpe-
Je/IeHHs JOBOJBHO BHICOKHX €ro KOHUEHTpailHii B YHCTHIX PAcTBOpax,
MpH 9TOM MOJAYYAIOTCSl CPABHHTENBHO MAJO TOUHbie Pe3yJ/ibTaThl.

PactBopul coslell HHKeas, COAepHKallHX aHHOH CHJIbHOH KHCJOTHI,
MOTYT GBITh OTTHTPOBAHbI PACTBOPAMH IIeJ0ueH B IPHCYTCTBHH KPe3o-
dranenna [592] wau ¢enongranenna [341]. Bosee TOUHO TOUKY SKBH-
BAJEHTHOCTH MOMHO YCTAHOBHTb MOTEHIIHOMETPHYECKH [487]. B Tex
cayuanx, KOrja HHKeJAb NPUCYTCTBYeT B BHAC coneit cnabblX KHCAOT
WIH KHCJIOT CPefHeii CHUIbI, IPHMEeHsieTcss MeToj 00paTHOro THTPOBAHHS
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[132]. OcaxmenHyio rHIPOOKHCh HHKeAs PacTBODPSIOT B H30bITKe THT-
POBAHHOH KHCJAOTHI; H30LITOK KHCJAOTHL OTTHTPOBHIBAIOT MO METHJ-
OpaHKYy.

Eme ofHH BapHaHT allHAHMETPHYECKOIO KOCBEHHOTO ONpeleieHHs
uuKens npepraraior Jly6ekuit n Xayep [608]. Hukeab u3 pactsopa
ero coJeil ocaxpalr aunHaHogHamuamHoM. Ocajox nocjie npombiBa-
HHSl Ha QHIBTPE OTTHTPOBHIBAIOT COJNISTHOH KHCJOTOH MO METHIOBOMY
Kpacaomy. ['paMM-5KBHBalleHT HHKelsl paBeH !/, ero aTOMHOrO Beca.

H3 KoCBeHHHIX METOJ0B, OCHOBaHHBIX Ha PEaKIHAX OKHCJIEHHS —
BOCCTaHOBJICHHsI, CIEfyeT OTMETHTh caelyionie. Hukenb, Kak H MHO-
THe JIpYyrHe KaTHOHBI, MOXKeET GbITh OCaK/eH B BHJe OKCalaTa H3 PacTBO-
pa, collepKaulero sTaHoA HJIH MypaBbHHYI0 KHcaoty (30% no obbemy).
OcaZiok pacTBOPAIOT B CEPHOH KHCIOTe H IPH HarpeBaHHH OTTHTPOBbI-
BalOT pacTBOpoM mepmanranata (586, 8241. Mertox nosoabHO TOUeH, HO
He CeJIEKTHBEH.

Huxens MOXHO ocaiuTh anTpanuiatoM Harpus [1157] unn 8-okcu-
xuHomuuoM [1158]. Tlosydenusle Ocajku pacTBOPSIIOT B KHCIOTAX,
GPOMHDYIOT CMeChlO XJopaMHHa B u GpoMuja Kanud; Bbile/qHBHIHACH
Gpom omnpezessitoT HogoMeTpHdeckH. OcaJoK aHTpaHHJIaTa H 8-OKCHXH-
HOJIHHATA HHKEJIS 10cJe PACTBOPEHHS B KHCIOTaX MOXKHO OTTHTPOBATb
6pomMatoM MOTEeHIHOMEeTPHUECKHM MeTofoM [844].

B aMMHauHOM pacTBOPE HOHBI HHKeJs1 00pasyloT ¢ rekcaBaHalaToM
ammonus ocanok Ni(NH;),Ve0ie wau Ni(NH,)eVeO01s [325]. TTocre pa-
CTBOpEHHsl Ocafka B CepHOH KHcaoTe 1o0aB/sioT (PHHHIAHTPAHHIIOBYIO
KHCJIOTY B THTPYIOT BawajaT conplo Mopa. Omu6ku He NpeBBILIAIOT
0,1 me. Ananoruuno nonn! HuKeas ocaxaaloT B Buae Nig(NH, )3(AsOy)s
H TocJie PacTBOpeHHd B KHCIQTe MbIbAK (V) OTTHTPOBBIBAOT HOMO-
MmerprHueckH [372]. Merox He ycTymaeT IO TOYHOCTH JAHMETH/IHOK-
CHMATHOMY .

TUTpHMETpHYEeCKHE METOAbl, OCHOBAaHHbIE Ha peaKIHH OCakKJIeHH:
(KoMmJekco06pa3oBaHHs) HHKENA, KaK MPaBHJIO, SIBJISIOTCSH MPSIMbIMH.
Honel HuKens ocaxkaaloT pacTBopoM ¢eppolHaHHLA KalHs U3 pacTBo-
POB, He COZepXKallMX MHHepaJbHbIX KHCAOT. OKoHYaHHe THTPOBaHHSA
yCTAHABIHBAIOT C HCHNOJb30BaHHeM 3aekTponos [4251 Pt — Ni nam
Pt — SiC. Hount menu M 61aropogHbiX MeTaJJOB BOCCTAHABJIHBAIOT
CBHHIIOBOA amaibramoii B cepHokucuoil cpene [424] (Pb** ypansercs
onxoBpemenHo B Buge PbSO,); xkeneszo (II) u xxenezo (III) mackupyior
¢ropugamn. Ocafky npunHCcLBalOT caenyiowuii cocras [424]:

3K,Ni [Fe (CN)gla- Ni; [Fe (CN)l.

TanaunaeB u Jlesuua [309] noapoGuo HecnenoOBaiH THTPOBAHHE HH-
Kesisi pacTBOpoM (eppollHaHHJA Kajusi H YCTaHOBHJH, 4TO CJe-
AyeT NpPHMEHSTb SMIHPHYeCKHH THTP (epponHaHH/a; HaHJeHHbIH
aBTOpaMH COCTaB OcCajka  OTVIHYaercs OT  TEOPETHYECKOro —
KlNi‘[Fe(CN)g]S.
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deppuninanny o6pasyer ¢ WHKENeM BCerjd OCALOK MOCTORHHOIO
cocraBa Niy[Fe(CN)gl:, uto mnosponnno paspaGotath amnepoMeTpHue-
cKHii Metox THTpPoBanus nukeas [194, 347, 348]. Pactsop coan HH-
Ke/JIsl B [PUCYTCTBHH alleTata MOXKHO OTTHTPOBAThb JBy3aMellleHHBIM
gocparom ammonnsi. Cocrap ocagka NHNiPO; -+ Nig(PO,),. [Tpu-
GaBasioT H30BITOK (hochaTta, KOTOPBLH OTTHTPOBBIBAIOT COJMBIO IUHKA TI0-
Tennnomerpruecku [867 ] nin amnepomerpuuecks [850]. Moxer OkITL HC-
[0/b30BaHO 06pa3oBanue MasopacTBopumoro coeiienns Ni(Py),(SCN);
[602, 814]. K pacrBopy, cojepiallemy HHKelb H MUPHAHH, A0GaBJIs-
JOT H3GHLITOK POJAHNAA AMMOHHSA, KOTOPLIH OTTHTPOBLIBAIOT 34TEM IO
metony Poabrapaa UM MEpPKYpPOMETPHUCCKH B IPHCYTCTBUH QeI
kapGasona [1179]. Borunap [484] pekomenpyer Anst onpejefeHHA HH-
KeJisl pacTBOPSITh ero mupHAHHpoAanuanoe coeantenne B 1N H.50, u
OTTHTPOBLIBATL BHIZENUBIINIICA POAAHN] HUTPATOM PTYTH (II) B npu-
CYTCTBHH KCHJeHOJ0BOro rosyboro VS. Onpenenennio memaer KoGaJNbT
H BCE 3JIeMCHTHI, oﬁpasylomﬂe 0CaJKH HJIH KOMILJIEKCHBIE coeHHeHHs
¢ ponanuaom. THTpOBaHHE PaCTBOPOM AHITHAAMTHOKApGaMHHATA HATPHA
BO3MOMKHO JIHIIp [OC/Te OTAETeHHT HHKEIS AHMETHATIHOKCHMOM OT Me-
waiomux saementoB [1132]. IIpeanoxeno 1sa BapHanTa noTeHIHOMETPH-
YeCKOr0 THTPOBAHHA — ¢ Ag-3/1€KTPOAOM H BH3yajbHoe, B [MpPHCYT-
cTBHH 5¢upa, GIOTHPYIOUIEr0 KOMIUieKcioe coepnnente nakens [772].
M3pecten ammepoMerpHueckuit Bapuant trpopanus [218].

JIHTH30H TaKkXe HCMONL3YeTCs KaK THTPHMETPHYECKHH pearedt
Ha HuKeab. OnpejeneHHe BeiyT B NPHUCYTCTBHM allerarta, NoCaeiOBd-
TENbHO BCTPAXMUBAS PACTBOP COMH HHKend C MOPUHAMH JIHUTH30HA
B XJiopodopme 0 MOTYYEHHS UHCTO 3€/I€HOTO SKC1DAKTa [130] nau Beas
THTpOBane B npucyTernn Co®® B Kauectse minkatopa [618]. Pyoe-
AHOBOJOPOAHAS KHCJOTA, a TAKMHC AaHTPaHHJI4T HATPHA MCHOMb3y-
[OTCH JUIS aMIepOMeTpHuecKoro TuTpoBanus nHkens [105]. Turposa-
HHEe HHKENs ¢ HCIIOMb30BAHHEM B KayecTBe OCAJHTeNs ceJeHHTa pPEeKo-
MEHJYeTCA TPOBOJHTb KOHAyKTOMeTpHueckn [595]. Meron cnexTpo-
(POTOMETPHYECKOrO  THTPOBAHHSI  PacTBOPOM 1-uuTposo-2-nadro-
na B N,N'-gumermadopMavuie JaeT  BO3MOXHOCTb ONPENETHTH
HHKEIb W Meib IPH HX COBMECTHOM HPHCYTCTBHH. THTpOBaHHE MEIH
nposogaT npu 600, a mukens npu 525 mmx [1214].  Cnoco6-
HOCTb HOHOB HHKensi 0Gpa3OBbIBaTh  CTaOH/IBHBIH  KOMILIEKC C
a,a’-AHNUpHAKIOM  Obila  HCIONb30BaHa /18  THTPHMETPHYECKOIO
KOCBEHHOTO MeTOja onpejenenns Hukens. K pacrsopy conn HIKEIT
N06aBASIOT M3GHITOK @, -IHNHPHAHAa, KoTOphii THTpylor 0,IN pa-
ctBopom AgNO, B npucytersun 2%-noro pacrtsopa K,S,04. Kpacno-
KOpHYHeBBLI OcalloK KOMIleKca cepefpa ¢ JMOHPHAHJIOM PacTROPAIOT
B KHCJOTe M HOHBI cepeGpa OTTHTPOBBIBAIOT 10 MeToy Posbrapia [5401.

Jlas ycTaHOBJEHHS KOHEYHOH TOYKH NpH THTPHMETPHYECKOM OIpe:
JeJCHHHE HUKeJs 9acTO HCMOMB3YIOT KOHAyKToMeTpHuecknit [723, 734,
10201, TypGuumerphueckuii [661], rerepomerpmueckuii [4801, 00w
emuo-ienTpudyratubit (12381 meroswr.

Huxenb onpeiensitor KyJAOHOMETPHUECKHM METOJOM [904].
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F'arasa VI
H®OTOMETPUYECKME METO[AbL!I ONPEAEJJEHWA HUKEJA

Hukens, obaagas nesanonnennoi d-060104uKoii, 06pa3yeT HHTEHCHB-
HO OKpallleHHble COeAHHEeHHA ¢ GeCilBeTHhIMH M LBETHHIMH peareHTaMH.
ujpatupoBaHHbic HOHBI HHKENsl Take HMEIOT 3ejeHblil mser. [lo-
3TOMY HMMeeTcsi OOJIbILOE YHCIO MPSAMBIX METOAOB (hOTOMETPHYECKOTO
onpejeiednsl HuKens. Hmke paccmorpensl nHauGosee pacrnpocTpaHeH-
HLIe MW [epCHeKTHBHbIE MeTOA L.

I. ONPEJAEJIEHHE HHKEJISlI C UCMOJIb30BAHUEM OKCHUMOB

s GoToMeTpuUeCKOTO OmnpefesieHHs HHKelds Haubolee 4acrto
NPHMEHAIOTCH AHOKCHMBI M ropas3jo pexe MoHOOKcHMbl. Huxenb oGpa-
3yer C IMOKCHMAMH JIBa THIIA COeJMHeHHH: 1) BHyTPHKOMIJIEKCHbIE coe-
AHIEHHA JNBYXBalTeHTHOro HuKens (MA,), MIoXo pacTBOpHMLIE B BOJE,
HO Jlydllle pacTBOPUMblE (C/EIOBATENBHO, SKCTPArHpyloliecs) B opra-
HUYECKHX PacTBOPHUTEeNHX; 2) cOelMHEeHHsl, PAcTBOpPHMEle B Boxe, 00-
pasyroiiyecst B I[eJIO4HOM PacTBOPE B NPUCYTCTBHH OKHCJIUTEJs; HH-
Keadb TpOSBASET BadeHTHOCTb - 3 (+4).

Omnpepenenne nukeast (II) okcumamu

JHMETHIAZHOKCHM

BuyTpukomniexkcioe coefHHeHHe HHKeJId C JHMETHIIHOKCHMOM
APKO OKpallleHo, Majlo pacTBOPHMO B Bojge. MeTon onpejenenus HHKeJAs
OCHOBAH Ha HM3MEPEHHH ONTHUYECKOH IJIOTHOCTH CYCHEeH3HH IHMEeTHJ-
aHoKCcHMaTa HuKeast B adupe [1007]. CnekTp cycneH3HH JUMETHJIHOK-
CHMaTa HUKeJs, CHSTHIH Ha crnextpodoromerpe fmacaxu [1295], npen-
crapied Ha puc. 7. Cycnensus crabHIH3upyeTcs Ao6aBleHneM K 3(H-
py aTancia M Kouojus. Merox pexomenuyercs A5 aHaJH3a MeAHO-
HHKEJIEBEIX CIIJIABOB.

1 UyBCTBHTEJBHOCTh METOOB AaHa no kputepuio Cenpena [641], Bnauka [43], a

rie 3TO BO3MOMKHO, MPHBEAEHEl pACCUHTAHHBIE MOJsApHBIE KOBNHHHEHTH INorairieHH g
COOTBETCTBYIOUWHX OKpauleHHBIX COeHHEeHH .
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Cnaap pactBopsiior B HNOj, ynansiioT OKHCJbl a3ora, pactBop HeHTpaiu3ylor
aMMHaKOM JI0 NepeXofa HHKeJlsl M MeId B aMMHauHble KOMILIEKCHl. 3aTem pacTBOp

nojorpeBarwT, Ko6aBadior 15 s 1% -Horo 3TaHONBHOTO pacTBopa IHMETHIAHOKCHMA H

TNePeHOCAT B IRJIUTEbHYIO BOPOHKY . Pachop OXJTaXKAaroT MoJ, KpaHoM H BCTPAXHUBAIOT
¢ 15 ma aupa. Bech ocallok NHMeTH/JAHOKCHMATa HHKesisi NepeXOlHT B CJiofl 3hupa.
Bonnuit coolt or6pacsiBaior. pupnbiii ciol
JIBAWKIB! TTPOMLIBAIOT BOACH H IepeHOCAT B b
KioBeTy A H3MepeHHA onTHYeCKoil maoT- 10
HOCTH, Kyla 100aBJISIOT 5 Ma 3TaHONA H &
5 ma xoanonus. Ilocne pasGabaenus sdu- 08
poM Zo onpeleneHHOro oObeMa H3MepsIoT 4
ONTHYECKYIO NIJIOTHOCTE NOJYUYEHHOH CYCIIeH-
3HH. a6
Hepoctarkom 3r1Ooro Meroza fAB- gy
Jastercst  HeOOXOZHUMOCTh  paforath
C JICTKONIETYYHM 5(HPOM H He OY4eHb (2
YCTOHUHBOH cycreHsHen. Ona , ; : :
H Jlaureiim [816] wuccaenoBanu Ha 400 450 500 S50 A, mm
thoTomMeTpe cHekTpadbLHYIO Xapax-
TEPHCTHKY CYCNeH3HH, IOJYYEeHHOH
B BOAIOM pacTBOpe, ONpPeeNHIN
MaKCHMYM CBETONOLIOWEHHsT (A =
553 MmK), uSYUYHAM BJAMAHHE IKe-
JIaTHHBl Kak cra0uiusaTopa, BJHfA-
HUEe ee COOCTBEHHOrO HOTJVIOILEHHS,
a TaK¥e BJHSHHE HA YCTOWYMBOCTb CYCHEH3HH Pa3JHYHLIX JTeKTPOJIH-
toB. Bocnpoussogumocts pesyabratoB paBua --0,1%; ans cycnen-
3un cobmofaercsd 3akoH Bepa B mHTepBasne Kouuentpauuii or 0,5 me
Ni/60 ma go 0,025 me Ni/b0 ma (e = 1600). KoGansT o6pazyer ciabo
OKpalleHHOe pacTBOPHUMOE COeIHHeHHe, NPHYEM HHTEHCHBHOCTH OKpa-
CKH ero 3aBHCHT OT BpeMenH. OGBIYHO HeOOJLILIHE KOJHYECTBa KOOalbTa
He NPHHHMAIOT BO BHMManpe. Ecau ke cofepmanue ko6aibTa cOH3Me-
DHMO C cojeprKaHHeM HHKeJsl, TO CJefyeT erc coOCTBeHHOe TOrIoileH e
BLIYMTATL H3 MOTJIOLUIEHHS HCCAeyeMblX pacTBOpOB, a B ciyyae 0oJlee
yeM 7-KPAaTHBIX KOJHYECTB OTAEAATb NPEIBAPUTEJIBHO 3KCTPaKUHek
B Buge (NH,),[Co(SCN),] cmecrio amuaoBoro cmupra u sgupa. [usk
He MelIaeT onpefe/eHHlo; NepMaHraHaT-HOH ClelyeT BOCCTaHOBHTh
cyabhutom. Kemneszo (I11) u xpom (III) orgenstor ameraTHBIM METOIOM.

Puc. 7. CseronornomeHue cycreH3Hi
JHOKCHMATOB HHKEeId
1 — a-pypuaguorcumat; 2 — AUMeTHILHOK=
cHMaT; 3 — a-0eHSHIZHOKCHMAT

Jast onpegenenuss HHKeJsl NOCTYNAaloT caefyioumum ofpasoMm. K HelfirpasbaOMy
pactBopy, coflepxatemy 0,5—0,025 me HuKenss B Konde emkoctslo 50 #.4, Ko6aBisior
pactBopel: 2,5 ma 1% -noro NH4OH, 10 ms 10%-noro NH2NQs, 2,5 sz 1%-uoro sra-
HOMILHOI'O pacTBopa AuMMeTHJAHOKcHMa, | ma 1%-Horo pacTBopa XKenaTHHB i Bce Mepe-
memnBaloT. Iocse sToro pacTBop pasGaBisiioT BOJOH 0 METKH H M3MepAT oNTHYe-
CKYIO IJIOTHOCTH Ha (DOTOMETpe C 3eJeHbIM CBETO(PHILTPOM.

HHMBTH-HII,HOKCHMET HHUKEJA CKJAOHEH q)JIOTPIPOBaTbCH Ha HOBer'
HOCTH pasjlesa BOAHON M opranuueckoi Qas [29, 160, 1193, 1201].
3T0 HCNONL30BAJIOCh JJIS YBeJHYEHHs] YYBCTBHTEJbLHOCTH oGHapyxKe-
HHS1 HHKeJd.
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Meroibl, OCHOBAHHBIC HA H3MepeHdH ONTHYECKOH NJIOTHOCTH CTa-
GHANZMPOBAHHLIX CYCTIEH3HIT, He MOJNYYHJIH TAKOTO IHPOKOro pacnpo-
cTpaHeHHs, KaK SKCTPAKIHOHHbIE MeTOAbl ¢ MPHMEHEHHEM HenoJsp-
HbIX OpraHHYECKHX PacTBOPHTE/IEH.

Uyraes [358] otMerma, uTO JAMMETH/IJHOKCHMAT HHKeIs PacTBo-
puM B 3Tanose, pupe, Genaose, XJ0podopMme, YKCYCHOH KHCIOTe,
nupHAKHe H ap. PacTBopsl B 9THX PACTBODHTEIAX OKpAlleHbl B OPaHMkKe-
BBl 1[BET, KOTOPLI OTVIHYAeTCA OT IBETa KPHUCTANIOB JHMETHJHOK-
cuMarta. M pnepsbie ObUIH CHATHL CTIEKTPH! TIOTVIOUIEHHS Psiia AHOK-
cuMaToB HuKeas B merauose [355]. Ilosnuee [440] Gbina nana Gonee
nofipo6GHas creKTpanbHas XapaKkTepHcTHKa XJ0PoOPMHOIO pacTsopa
JUMeTHAAMOKCHMATa HUKens (taGu. 41).

TaGauua 4l

Mcasipupie Ko2(hipstuHEHTH NOTAMEHHA JHOKCHMATOR
wukean |50, 4401
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JIeM, MME

g, n-1073

]

O b b

JLUIMETHTAROKCHM 265
327
378
1,2-1luKIOrEKCAHAHOHAHOK CHM 265
333
383
[,2-LlukaorenTaHAHOHIHOKCHM 253
330
374
- BeHBHIAHOKCHM 373
361
406
a-DypuagHOKCHM 293

284

435

T an
w Go

en b o
OO &l LW
OOoOWw oWy

an o -~

-

oo WO

= e
co =

- -

Bnepsrle 3KCTPakKuHA AHMETHIAHOKCHMATa HHMKeJA HCrO/JAb30Ba-
nack He Aaa GOTOMETPHUECKOTO Onpeienenus, a 1A OTAeIeHHA HH-
Keasi OT APYLHX 3/JeMeHTOB, B YAacTHOCTH, NPH ONpPeAeNeHHH HHKeNsd
B rpanute [1106]. DkcTpakunoHHLIT MeToj Obli npuMeHeH a1s ¢oto-
METPHYECKOTO OUpEfeneHust HHKens © npucytersunm keSanwpra (7321
SKCTPaKIHAg OPOH3BOAMHIACE XJOPOhOPMOM H3 JIHMOHHOKHCIMIX pa-
CTBOPOB.

batko w Muxenscon [21] nogpoluo HcCaeA0Ba H YCAOBUA K-
CTpAKIIMH, OMpeJeJHIH PACTBOPUMOCTb AHOKCHMATa HMKeansA B psaje
opraHudecKkuHx pacrBopureneil. Kpome TOro, 5TH aBTOphl YCTAHOBHJIH,
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YTO COOTHOILEHHe BOJAHOH M Opranuyeckod (a3 He BJAHAET Ha ycnex
SKCTPAKIHH.

C nomouiplo pajaHoakTHBHOrO Hazorona Ni®® Geuio mokasaHo, uToO,
HayuHasd ¢ KOHUeHTpauuH 2 mkz2 B 300 ma BOJXHOrO pacTBopa, HHKeNb
sKcTparupyetcst xaopodopmom KoauyectBenno [563). Kospduuuent
pacrpeje/ieHus JHMETH/ILAHOKCHMaTa nukeas B cucreme CHCl, — H,O
pasen 230 [263].

Cy1iecTBeHHHIM HENOCTATKOM CJefyeT CUHTaTh MaJaylo pacTBOPH-
MOCTb €aMOro JHMETHJIJHOKCHMA B BOJE. Buiio npeunoxeno [1002]
HCMOb30BaTh UIEI0YHOH pacTBOP it j
JuMeTHAHOKcHMa, M36upatenn- € 7
HOCTb (POTOMETpHYECKOro ompeae- 27
JieHHs] HHKeJsl Takas e, Kak H
rpasumeTpHyeckoromeroza. Oxna-
KO TakHe SJeMeHTH, Kak Xo- ¢
GasbT H Meab, OOGpasyiouiue J0-
BOJILHO XOPOLIO pacTeOpuMble B 7
BOJe COEJHHEHMS, Majo npenar-
CTBYIOLILHE BhlAeNeHHI0 0CaAKOB A1~
MEeTHJIHOKCUMATa, BCe XKe 3KCT- 7

parupyiorcs B BHIE AHOKCHMATOB. f“ :_\"""*‘(\;\\\

Ho nnokcumarsl THX smementoB I 7 | RN

JIerKO  PesKCTParHpyTes M1e/0- 250 Ja0 410 490 A, mmk |

YaMH, aMMHaKOM H THOCYJ/b(a-

TOM HATPHA. Puc. 8. Caeronorsomienue xaopodopu-
Hecmorpsi Ha BbICOKYIO H30H- HBIX COBJMHEHHI HHUKes

paTenbHOCTb, IKCTPAKUHOHHO-(O- 1 _ ¢ pemmammorcnmon; 2 —¢ a-GeHINIARNOK-

& 13 —ca- ARHOKCHMOM; 4

TonieTquECKHu METOIL e nOJIanJI H:?::I?ﬂ:ol(c‘:i:lotzp: 1—“‘:: AHMETHJAAHOKCHM oM
pacnpocTpanenus 1o pador Huib-
wa (999, 1000, 1001, 10041, xo-
TOpLiii  0OpaTHJ BHHMaHHE Ha BbICOKYIO HyBCTBHTE/IbHOCTD MeToja
MpH H3MEePEeHHH ONTHYECKOH MJIOTHOCTH B GauKHel yibTpaguoNeToBOMH
o6iacTH cnektpa (puc. 8) B obmactu ATHH BoaH 330—380 M. oo
O3BOJIH/IO YMEHBUIHTh KOMHYECTBA OTpPeesieMOro HUKeasd ¢ 250 mKe
(Bactunre) 1o 5 mxe (Hunpm). Hynesoit xsopopopmibili pacTsop
JOJKeH COJeprKaTh AHMETHJJHOKCHM, TaK KakK, IO AaHHbIM Kpucro-
depcona u Cengena [579al, pearedt 3ameTHO PacTBOPHM B XJIOpO-
dopme (0,052 2/2) W ero pacTBOPbI MONIOWAIOT JYHHCTYIO SHEPrHIO
B O0JIaCTH TNOT/IOUIEHHA COEJHHEHHA (350—380 mmK).

Ananusnpyembiit pactsop, cofiepmamuii 50—130 mk2 HuKeas, romeulaior B Jie-
JHTeAbHYIO BOPOHKY, pAoGaBisior 20 ma 25%-HOro pacTBopa TapTpara HATpPHA
(B cayyae, ecaIH aHAJH3HPYEMBIH MaTepHal COJAepPHHT weneso) u 2 ma NHsOH (ya. .
0,91). 3arem noGasisior 10 sz 5%-Horo pacTBopa AHMETHAAHOKCHMATA HATPHR H
serpsixupaior 1 MAH. ¢ 30 42 CHClg, Dxerpakr cymar aobasienneM 2 2 NasSOs B Koul-
Ge Ipunenmefiepa eMKocTbio 50 M4 H H3MEPAIOT CHeTOMOrIOMIEHHE Ha doromerpe ¢ (uo-
JIETOBEIM CRETOQHIBTPOM.
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B janpHeiiiieM 3KCTPaKIHOHHO-(OTOMETPHUECKHH MeTOj  onpe-
JeJeHHs HHKeIsl TUMETHITIHOKCHMOM Pa3BHBAJICA B HanpaBJ/JeHHH yBe-
JIHYEHHS] €ro MyBCTBUTENILHOCTH NYTEM HCIONb30BaHHA Gojiee janexof
YALTPA(PHOMETOBOH 06/IaCTH CHEKTpa.

B naweii naGopatopuu H3y4asach BOSMOMKHOCTb ONMpeNe/NeHHs Yiib-
TPamaJsiblX KOJHYECTB HHUKeIs NUMETHIJHOKCHMOM C HCIOJIb30BAHHEM
CaMOro KOPOTKOBOJIHOBOTO MAaKCHMyMa [OIJIOWEHHS JHOKCHMATa
(A = 265 mmk, e = 24500). M36bITOK pearenTa, NOIJIOMIAIOMIETO B 3TO
obnactTi H 3KcTparupyiomerocst Xa0pohopMoM, YIaJsacs PesKCTPak-
uuedd 0,IN pacrBopom menoun. Ilpemoxkennasi METOZHKA MO3BOJSIET
onpenenutb 0,05 mxe/S ma HUKend.

e-DYypPHAAHOKCHM H 0-GEH3HALHOKCHM

UyBCTBHTEILHOCTh METOAA ONpPEAe/NeHHA HHKEeNs B BHAC AHMETHJ-
JHOKCHMATa C 9KCTpakilHell XJ0pohOpMOM NPH H3MePEeHHH ONTHYECKOW
IJIOTHOCTH B BHAHMO{T o6nactd crekTpa (& = 3430 npu A = 374 mmx)
YCTYNAeT YYBCTBHTENLHOCTH METOAA C HCMOJb30OBAHHEM JPYTHX JIHOK-
cumoB (cM. Tabu. 41).

a-PYPHIJHOKCHM H a-GeH3HJIHOKCHM 06Gpas3yloT ¢ HOHAMH HHKE/Is
KOMIJIGKCHBIE COEJIHHEeHHs, XapaKTepU3ylollHecss BHICOKHMH KO3(XpH-
IHEHTaMH MOJISPHOTO TMOrameHdnss B BHAUMOH (a-DypHITHOKCHM) H
yabTpagHuoneroBoli ob1actax cnekrpa (cM. puc. 8).

Coenunenns ¢ a-QypHATHOKCHMOM B BHAMMON OG/JacTH cCHekTpa
XapaKTepH3YIOTCs JOCTATOYHO BLICOKHM KOMPMHIHEHTOM MOJsIPHOTO
noramennst (e = 19000, A = 435 mmk). D10 AaeT BOZMOKHOCTb Onpeje-
JIITh MaJible KOJHYecTBa HHKeNs. Bonblnoe pasnuuue B pacTBOPHMOCTH
COCJMHEHHH HHKeJs ¢ 3THMH JMOKCHMaMH B BOJe H XJopocdopme 103-
BOJAET pa3paboTaTb BLICOKOYYBCTBHTENbLHLIE 3KCTPAKIHOHHEIE METO-
Abl OnpefeaeHHs HHKeld. B yabTpaHONeroBoil 061acTH CreKTpa orfl-
peneseHHIO MellaeT NOIVIOLUIEHHe CaMHX pearenTtoB. [losToMy H36LITOK
0-GeH30H/IIMOKCHMA PeSKCTParHpyloT pacTBopoM Imenoun. [lpu Takoii
onepauun [252] a-pypungHOKCHMAT HHKeNst paspyllaercs.

Peakius ofpa3oBandsi KOMIJIEKCHOTO COEIMHEHHS HHKeNns ¢
a-(by pHAJHOKCHMOM NoApo6HO H3ywena ["asepom, Mutuenom u Mesio-
HoM [697]. OHn ycTaHOBHJIM, YTO NMOJAHAA SKCTPAKIHA AHOKCHMATa XJIO-
podopmom Habmojaercs B y3kom untepsane pH pactsopa or 7,5 a0
8,3. B kauecrBe 3sKcTpareHTOB ObLIH HCC/IELOBAHLI  XJOPOOPM,
1,2-nuxn0p6Genson, AHSTHAOBBIH 3(DHD, STHIALETAT, YeThIPeXXJIOPHCTHIM
yraepon. [Toasipubie pacTBOpHTENH, KaK H.aMHJIOBBIA CIHPT, H30aMHJI0-
BBIH CNHPT M HEKOTOpble APyrHe, He 3SKCTPATHPYIOT a-(ypPHIJHOKCH-
Mar HHKeas. MuuumanbHO onpegensieMoe aGCOMOTHOE KOJHYECTBO
HuKens cocraasio 10 mxe. Jlanbneiinee H3yuyenHe ObIO BHIMOJHEHO
ITemkosoit ¢ corp. [255], Teitiopom [1220], Cranronom u Kynom
[1185]. fImacaxu [1294] mogpoGHO H3yum/ caM peareHT W OTHOLIEHHE
€ro H30MepoB K Pa3HYHEIM HOHaM Mmetasios. Teiaop [1220] mecneno-
BaJl BJHSHHE Pa3/HUYHLIX HOHOB Ha KHHETHKY peakiHd HHUKelsd ¢ a-
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 (DYPHIAHOKCHMOM H YCTaHOBHJI, YTO NPH KOHLUEHTPALHH IIeJOYHbIX
. meraaqoB > 0,IM 1nsi KOJIMYECTBEHHOTO SKCTPAarHpOBaHHS HeoOXo-
. JIEMO YBEJAHYMBATH TMPOAOIKHUTENbHOCTh BCTpAXHBaHusA. [lemkoBa u
. cotp. [252] mokasanm, 4TO B NpHCYTCTBHH, Hanpumep, IN BHHHOH
. KHCJOTHI SKCTPAKIHIO MHKPOrpaMMOBBIX KOJIHYECTB HHKEJA ChAelyeT
NpOBOAHTL He Menee yem 15 muu. [252].

Boiio yeranosaeno [252], uro npu KOHIEHTpallMH 3TaHONA, PaBHOR
20% no oGbemy, YyBCTBHTEJLHOCTh peareHTa BospacraeT;0e3 sTaHoaa
e = 19000, 8 npucyrcTBHE 3tanona & = 22000. 310 MOXHO 00B-
SICHUTL H3MeHeHHeM JH3JeKTPHYeCKOH mnocrosmrHoR cpeast [264].

Jlns onpefleeHnsl HHKesisl ¢ MIOMOIIBIO o-OyPHIAHOKCHMA MOXKHO PeKOMEHAOBATE
cjefylomHe YCJAOBHA: B JIC/IHTe/bHEIE BOPOHKH IOMENAloT aHaJHSHpYeMbifi pactsop,
copepxamuii 0,03—5,00 mxe aukens, noopsit pH pacrsopa no 9,0—9,51 no yuusep-
canpbHOA HHAHKaTopHoii Gymare aoGaBnenneM 0,15M pactBopa ABYX3aMelleHHOTO
thochaTa HaTPHA, OCTABAAIOT CTOATL HA 15 MHH., H SKCTParHpywT AHOKCHMAT, B 3aBH-
CHMOCTH OT KOJHYeCTB HHKens, 2,5 uan 5 ma xnopodopya, seTpsixuBas 15 MHH. Ha
BuGpaTope. Ceeronor/omenue X10pofopMHEIX SKCTPAKTOB H3MepsiorT npu 435—438
MMK OTHOCHTeJbHO XJopoomHoro pacTBopa, InpolleAuwlero Bce crafu# o6paGor-
KH, HO He COAepIKalero HHKeJd.

Hukeas MOXHO oOnpenensiTs, H3Mepsis ONTHUECKYIO MJIOTHOCTh
cycrneHsud a-(pypHJAAHOKCHMATa HHKeas, CTabHau3oBaHHOH 1% -HbM
pactBopoM keaaTHubl, npH 480 mmx [1295]).

o-BeHSHIHOKCHM KaK peareHT sl SKCTPAKIHOHHO-POTOMETPH-

YeCKOro Onpejie/ieHHsi HHKeIsi HM3y4ajicsi SINOHCKHMH HCC/eA0BaTe s -
mu [1239,1294]. OntumansHoe 3Ha-
genre pH A noanoit skerpakiin
COEJIHHEHHS] HHKEls HAXONHTCA B f00’~
o6aactu (8,8—11,4) [1239]. U36ki-
TOK peareHTa B 3KCTpakTe yjaass-
IOT PACTBOPOM [1e109H. MUHHMAaNb-
Has onpejessieMasi KOHIEHTpalHst
HHKena paBHa 1 mke/ma.

Kpusas CBETONOIIONIeH Hs
3KCTPaKTa COCJHHEHHS HHKeasl C
a-y PHIJIHOKCHMOM ~ TIOKa3biBaeT

flooyenm Ixcmpaniik
S

[251], uto onTHUecKyIO MIOTHOCTD . i . :
MOXKHO H3MEPSATh IPH JVIHHAX BOJH W SR
275, 388 u 406 mmx. [lns paGotel Codeprcanve smanona, s,
Boifpana nepBasi ToJoca MOTJIo- . A

Puc. 9. Bansuue sTanona Ha SKCTPAKUHIO
LIEeHHs, H30BITOK (-0eH3HJIHOKCH- 0-6eH3BIIHOKCHMATa REKEA

Ma YAajfioT PacTBOPOM ILEJTOYH.

Ilo6aBka sTaHONA YJy4lUHJAa K-

CTPAKIHIO a-GeHSHIAHOKCHMaTa HHKeas (puc. 9). MHHEManbHasA onpeje-
JisieMasi 3THM MeTOJOM KOHIleHTpauus HHKens paBHa 1-107% mxa/ma.

1 Tpu noswinuennn pH pactBopa zo 10 NpoHCXOAHT paspyluenHe OKpalieHHOro
COeHHEHHs, KOTOpOe BHOBbL 06pasyercsl NpH N0GABJEHHH YKCYCHOM KHCJOTHI.
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Ecau nuxenb onperensiior a-0eH3HIAHOKCHMOM B MPHCYTCTBHH KO-
fanbTa ¥ MeJH, KOTOpble 06pasyloT OKpallleHHble SKCTparHpyeMble KoM-
MAeKchl, TO SKCTpakT 00pabaTbiBalOT PacTBOPOM eNKOH MIeIouH: coe-
AHHEeHHe MeIH yaalsieTc MOJHOCTbIO, KoOalbTa — uacTHuho. Ho uz-
3a HH3KOro MOJNAPHOro KO3(pHIHeHTA NOralleHHsi COeJHHEHHEe KO-
GanbTa He MelllaeT ONpENENICHHIO, ecii NPHCYTCTBYeT He Gojiee yeM
B l0-kpatHoM koauyectBe. Jlasi onpejesieHHs HUKEJs MOCTYMAaioT
caepyomuM obpasom:

B nenuTenbHble BOPOHKH eMKOCTBIO 50 a4 NMOMEMAIOT aHaJHSHPYeMblil pacTBop,
costepxamuit 0,005—5 mxe nukens, noGasasioT 2 ma 10%-woro pactBopa Taprpata
HaTpua — Kaaud, 2 ma 0,02% -noro pacTsopa a-GensuaanokckMa, cofiepaxantero 0,002%
e/lKOT0 HATPa, H 3TAHOJI B TAKOM KOJIHYeCTBe, uTO0hl COAlepIKanHe ero B BOZHOM PacTBo-
pe Gouto He Menee 20% . CogepiKHMOe BOPOHKH NepeMelIHBAIOT H BCTPAXHBAIOT ¢ 5 ma
xnopodopma 2 MuH. Ha BROPALLHOHHOM anmapare.

IMocne pasfenenns (as (vepes 1—2 MHH.) OCTOPOKHO OTALJIAIOT BOAHbIH cJ0il MH-
NeTKOl H KOHTPOJIHPYIOT MOJHOTY SKCTPaKIHK no Belnunne pH BoAHoro pacreopa no-
CJ/le 3KCTPaKIMK, KOTOpas JIo/KHA HAXOAMThCA B HuTepBate 8-—11. XaopodopMubli
SKCTPAKT NPOMBIBAIOT ABYMs nopuusiMu o 5 x4 1N NaOH 2 mun. Ontuueckyio njiot-
HOCTb XJ10pOOPMHOI'0 SKCTPaKTa H3MePSIOT pH 275 MMK OTHOCHTebHO XJaopodopma,
06paGoTaHHOTO B YCJOBHAX, YKA3aHHBIX Bhillle, H COleplKallero TakHe e KOJMHUECTBA
B3ATBIX peareHToB (HO Ge3 HHKess).

Hdpyrue AHOKCHMDI

Hast 3KCTPaKIHOHHO-(POTOMETPHUECKOrO ONMpe/ie/IeHHs HHKe/Is MpH-
MEHSIOTCSl BOJHOPACTBOPUMbIE OKCHMbI: JAHOKCHM ILHK/JIOT€KCAHHOHA H
ero npou3Bojubie 4-MeTH/-, 4-H30NPONHUJ; AHOKCHM LIHK/JIOTeNTaHIHOHA
H UMKAOneHTanuoHa (eM. eTp. 15,27).91H pearenTsl MeHee 4YBCTBHTENb-
Hbl, yeM a-OeH3uagHOKCHM. OTtHocHTenbHO GOJbINAsi PacTBOPHMOCTb
peareHToB B BOJIe H WUMPOKHH AHanason snayennit pH nonnoi skcrpak-
LUHH COeJIMHEHHS HHKelsl CnocoGCTBYeT HX YCHEUIHOMY ITPHMEHEHHIO
B aHa/H3e.

1,2-1lux10reKcaHAHOHAHOKCHM KaK peareHT As (DOTOMETPHYECKOro
Onpeje/ieHHs] HHKeasd He MpPHMeHAeTca AOCTATOYHO IHPOKO M3-32 HH3-
KOH pacTBOPHMOCTH ero Komiuviekca B xsopodopme. [Ixkoncon u Hpio-
men [800, 801] nbiTasnuch HCNOAL30BATL peareHT AJst OTASNEHAA HHKeIs,
npumenns OeH3on Kak sKcrparedt. J{mokcumar coGHpaercs Ha rpa-
Hue AByx ¢as. Onpenenenne 3akaHYHBAIOT BH3YaAbHO MOCAE PEIK-
CTPaKUHH HHKeJIs B BOAHYIO (ha3y, cpaBHHBasi NOJYYEHHYIO CYCMeH-
3HIO ¢ cepHel 31aq0HOB. Takoe oKoHyaHHe onpeaeNeHHsi CBA3aHO ¢ Ma-
JIOH PACTOPUMOCTBIO COEJHHEHHs I[OYTH BO BCeX OpPraHHYeCKHX pa-
CTBOPHUTEJNAX, 3a HMCK/JIOYEHHeM XHHOMHMHA, a Takke (enona [977].

B ominume ot HenonsApHLIX OPraHMYecKHX pacTBOpHTenel, ONTH-
YyeckKas IJIOTHOCTb XHHOJHHOBBIX PAacTBOPOB HHKeJbJHOKCHMATa He-
MOCTOSIHHA A0 A = 425 MMK, NO3TOMY PeKOMEHAyeTcs H3MepsTh On-
THYECKYIO IJIOTHOCTE B OO/IACTH JUIHH BOJH A = 436 MMk, rje & =
= 1400, xorsi npH H3MepeHHH B yabTpaduoaeTOBOM 06MacTH MeTo] Boslee
uyscTBHTeqeH (pHc. 10).

106



Bauanne koGaibTa MOXKHO YCTPAHHTL MACKHPOBKON IHAHHIOM
[801] mam sKcTpakiHeli KOMNJIEKCHOrO POAaHHAa STHAALETATOM HJH

CMEChI0 aMHJIOBOrO cnupra H sdHpa.

7
a3}
gep
a1}
A L 1
a0 450 500 A, M

Puc. 10. Cseronoraiomenue pacysopa,
HHOKCHMaTa HHKeIs B XHHOJHHE

M3 cuuTesupoBaHHLIX 4-MeTHJI-, 4-H30nPONH/I-, 4-TeTpaaMHHO-,
3-3THJI- ¥ JPYrHX MPOHM3BOAHBIX |,2-LHKJIOreKCaHAHOKCHMa HauGoJee
NepcnekTHBHBIMH OKa3aJMCh JBa IepPBbIX BBHAY MPOCTOTHI HX CHHTe-
32 H JIOBOJbLHO BLICOKOH PacTBOPHMOCTH B Bofge (mi1si 4-MeTH/IpPOH3-
BOAHOrO oOHa paBHa 3,4 2/1, JAAf 4-H30MPONH/NPOHIBOIHOIO —
0.75 2/a) ® BBHICOKOH pACTBOPHMOCTH HX COEIHHEHHI C HHKe/leM
B HeNOJNsPHBIX OPraHHYeCKHX 3IKCTpareHTax.

Baenau u Cummncon [478] mccnenoBanu 4-MeTHIHKJ/IOrEKCAHAHOH-
AHOKCHM (puc. 11) ® paspaboraiu (oToMeTpHUecKHH MeToj Onpefe-
JIEHHS HHKEJIsi, OCHOBAHHbIH Ha SKCTPAKIHH TOJYOJOM COENHHEHHS! HH-
Kens (e = 3300 npu A = 365 mmk). DKcTpakKIHs NPOBOJHJIACH IIPH
pH Boanoro pacrsopa 5,0—5,5; coelHHeHHe HHKesasi o6pasyercs MpH
pH 3—7 B npucyTcTBHE Bananus, MEH, TOpPHs, XKede3a, xpoma. Merog
nossosaser onpefaeauth 5 mxe Ni/25 ma ¢ omubkoit 4+ 1,2%.

Ananusupyemsiii pactBop, cofepaKawirii 5,1 mke HHKes, TTOMEAIOT B JeIHTE b-
HYI0 BOPOHKY eMKocTblo 50 a2 H 106apas10T HeGosbloe KomHuecTBo 20% -Horo pacrso-
pa BHHHOM KHCJIOTH A/Isi NpefoTBpauiedus rupoansa uouos (Fe?*, A3, Cr®t); satem
pobasasiior 1 ma 10%-Horo pactBopa aunerara HaTpHs B pas6asasior Ko o6bema 30 ma
JHCTHJTHPOBAHHOH BOJOA. JKCTParnpylor coelliHeHHe HHKeass 25 ma toayosaa (ouH-
WEHHOro OT THo(eHa) Npn BCTpAXHBAHHM B Tevenne 2 MuH. [locsie paccnanBaHus
QUALTPYIOT TOJNYOAbHBEI pacTBOp uyeped GyMaXKubll (GUABTP H H3MepsIOT ero ONTHYEC-
KVIO 1JIOTHOCTE npH 365 mmxk.

SKCTPaKUHA KOMIIEKCHOTO COEJHHEeHHS. HHKes ¢ 4-u3onponua-1,2-
LHKJIOTEKCaHJHOHIHOKCHMOM H3y4Yanach psijioM Hccaenosatesei [479,
767, 916]. MoxHO ocamiaTh CcHayajla HHKelb 3THM peareHTOM H3
poguoro pacrBopa [767], a satem u3Biekars 0CafoK XJ0opodopMOM,
Tonyonom [479], kcunonom [916]. TlpenmyiecTBo Kcuitona — ero Ma-
Jasi PacTBOPUMOCTL B BOJE, BLICOKAA CKOPOCTh IKCTPAKUMH OKCHMATa,
deTKoe ¥ ObicTpoe pasjenenue (a3, Goabluasi BeaHYHHA Kos(pHLHEHTa
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pacnpejesientsi KOMIJIEKCHOrO coequnenns (q = 1000), B 5 pas npe-

BblalOMasi KO3((UIHEHT pacnpefesieHHs B cayyae HCNOJb30BaHHA

xaopodopMa (q = 210). OnTumanbneii uHTepBan pH npw skcTpaknum

7—=8; MakcHMaJjbHOE CBeTONorJo-

o menHe Habmojaerca TpH A =

a8 — 335 mmk (¢ = 5000) u npu 385
mnk (e = 4000).

B nenmutesnbHylo BOPOHKY MOMelIaioT
aHaJH3HPYeMblil pacTBOp, CoAepKauiui
10—150 mkz Ni, u cosgalor pH ~ 7 jo-
Gassienuem 10 ma2 1M pactBopa auerata
aMMOHHS, 3aTeM A006aBAAIOT 2 MA HaCH-
menHoro pactsopa auokcama. O6nem pa-
crBopa Josoaar Ao 100 ma (eca: oGnem
pactBopa Gyzer > 100 #4, To Ha KaXkable
: ; 4 TN nononuuTenshsie 100 sa pactsopa no6Gas-
320 360 400 440 A mmn TOT no 2 ma pactBopa AHOKcHMa). UYe-

i pe3 30 muu. noGapasior 10 ma Kcuiona,

BCTPAXHBAIOT COlePKHMOe BOPOHKH 2 MuH.

Puc. 11. Cseronorsomenne 4-METHAHHO- (oo o6bem pacTBopa npeshimaer 50014,

KCHMATa HHKeNs B Toyo/e TO BCTPAXHBAIOT Gollee 2 MHH. ),

OKCTPAKT OTAENSAIOT H H3MepAIOT ero

OINTHYECKYIO TIOTHOCTE Mpu 383 mmk.

Pearent npu pH 7 noutn Becb HaXoAMTCS B BoAHON (base H H3MeDEHHIO He Mella-

er (ero xosdduunenT pacnpedeienns pasen 0,46). OnTuueckyio NJOTHOCTE H3Me-

PAIOT OTHOCHTENLHO PacTBopa, NONYYEHHOro aHAJMOTHYHO, HO He COflepXKamiero Hiu-

Kens. OnpeleeHHIO MellaloT eJje3o, Ko6aJabT H Melb B COOTHOWEHHAX K HHKe-
aio 20 :1,2:1, 8:1 cOOTBETCTBEHHO.

1,2-1[uKaorenTanAHOHAMOKCHM (renTOKCHM) — aHAJOr  LHKJOTeK-
CaHAHOHHOKCHMA, O0pasyeT C HOHAMH HHUKeJsl KOMIJIeKCHOe COenH-
HEHHe, XOpOLIO 3KCTparHpyeMoe OpraHHYeCKHMH pacTBOPHTENISIMH.
FenTokcHMAT HHKeNsl pacTBOPHM B XxJopodopme npumepHo B 10
pas Goubile, 4eM JHMETHArIHOKcHMar Hukeas (5,6 .107° moav/a
[7061).

[Ipepsioxken [706] skcTpaknHOHHO-(DOTOMETPHYECKHH METOA onpe-
JleIeHHs] HHKEeJISl 3THM pealeHTOM C NpHMeHeHHeM XJopojpopma; Melb
MacKHpyloT THOCYAbdatoM. OcTajbHble 37eMEHThl He MellaloT PeakLHH.
Hurepsan 3uavennii pH skcrpakuun 3,8—11,7. Ilozanee Gbl10 ycTaHOB-
aero [259], uro sToT HHTEpBan pasen 5,4—12,75 npu onpenelieHHH Ma-
JBIX KOJIHYECTB HHKeJs. [1peanoxen MeTo] onpeenenus HHKeas 1,2-nu-
KAOreNTAaHAWOHMOKCHMOM B TIPHCYTCTBHH OOMBIIKX KOJHYECTB MELH
(coorHowenne HuKeas K Meau pasHo 1: 1000). MuaumanbHO onpenensi-
emasi KoHueHTpauua Hukens 0,04 mxe/ma. 3

KoGaneT, X0Tsi H o6pasyeT OKpalleHHOe SKCTparupyemoe COenH-
HeHHe, He MellaeT H3-3a HH3KOT0 Kos(h@HIHEHTa MOJSAPHOIO moraiie-
HH, ecIH NPHCYTCTBYET B COH3MepHMbIX KosnHyecTBax (puc. 12).

1 BenuuHHb & BHIYHCJAEHH aBTOPaMH.
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Ananusupyemuii pactsop, cofepmaumit 1—5 mxe Ni, nepeBofar B AeHTeNbHYIO

. BOPOHKY eMKocTblo 50 ma, Aobasasior 1—5 ma 0,02%-noro BofHoro pactBopa peares-

Ta, pasGasasior Bodoit 1o oObema 15 ma u ycranasmusaior pH 5,4—12,75 pacrsopom

. aueTrata HaTpHSA HJIH aMMHakKa. Iocne nepeMemIHBaHUA pacTBOPBI OCTABJIAIOT CTOATH

| wac., 3aTem SKCTPAarnpyior TpeMs NOpPUHAMH Xaopohopma Mo b M4 Kawkaast 5 MHH.HA

. puGpaluonHoM anmapate. XJopopopmHble

pacTBOPH  CJHBAIOT B_ MepHbie KoaGoukH  p
u jgosoasat obvem o 50 ma. OnrHueckyio

MJIOTHOCTb M3MepsIoT NpH 377 MMK OTHOCH- a8
TeabHO XJopodopma. i

YibTpamanbie KOJHUYECTBA HHKe-
as (0,001 mre/ma) onpenensiior Hu3- a6
MepeHHeM ONTHYeCKOH MJIOTHOCTH
npu A = 263 mmx (e = 2,49-10%).
1,2-1luknonekaniHOKCHM obpasy- 44
T C HOHaMH HHKeId COeJHHEeHHE,
3KCTparupyeMoe H30aMHJ/IOBbIM CITHP-
tom [569]. Ero pactBopnl B cMecH g
3TAHOJA H H30aMHJIOBOTO CINHPTOB
HMElOT MAKCHMYM CBETOIOIJIOLIEHHS M
npu 385 u 330 mmk (e = 4240 u 4830 gt 7 ok
coorsercTBenno). Ho stor pearent ne 350 400 45 A, ma
RUEST IDENMYSRORTY FPPOR ST it Bl a1 Ceeronor/ionienye remnro- :

AHOKCHMOM. KCHMOB METAAN0B B Xaopodopme
M3 npyrux MeHee pacnpocrpa-

HEeHHBIX JHOKCHMOB H3yueHbl (heHHJI-

JHOKCHM H aHusuaanokcum([261] (em. crp. 22,106). Coequnenne HUKeaq
¢ (beHUIITHOKCHMOM XOpOIIO H3BJEKAeTCs OpPraHH4eCKUMH pacTBOPH-
TeasiMH (GensosioM, XJopodopmoM, AuxJopstanoMm) npu pH or 5,2 1o
9,0. Monspubiii KO3(pGhHUUHEHT noralienusi NMpH H3MEePeHHH C CHHHM
cBeTopHABTpOM (M. pHC. 8) (Asppexrusn = 428 mmx) pasen 4500.
JloGaBJieHHe NUPHAMHA HEMHOIO MOBLIIAET YYBCTBHTENbHOCTh PEaKIHH
(& = 5700). Ina skcrpakToB cobGmojaerca sakon bBepa B mnrteppase
kouuenTpauuit 1—100 uxe/10 M2 xja0podopma.

AHH3HIIHOKCHMAT HuKeas sKkcrparupyercs npu pH 6-—11. [Tonoca
MaKCHMaJIbHOrO [orviouleHusi JexuT npu 350 mmx (e = 8000) (cm.
puc. 8). Hauayuiium skerparenToM siisiercst xJaopodopm. 3akon Bepa
cobiojjaercss B HHTepBaJe KouieHtpauuit 2—100 mxe Ni/l10 ma.

[Tapc u IMpanaym [1029] gns doromerpuueckoro onpeneneHHsi HH-
KeJsl NpUMeHAIH OKCHMHAOKcHM. OGpasyiouieecs coejHHeHHe HHKEJS
pacTBopsieTcsl B KHCIOTaX, Ieaodax H popmamuge. Ero npuposa ne Bbi-
sICHEeHa.

Kpome T0ro, anst oTOMETPHUECKOTO ONpefeaeHHs HHKeAs Obll
npeaaoXkKeH IHK/JIOreKcanTpuokcum [685]

HON NOH
\/)/

[|
NOH
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OGpasywoiasics npu  J006aB/eHHH peareHTa K pacTBOPY HHKeas
cycnensuss npu pH 3—6 craGuausupyercs kenaTHHO#H. Mak-
CHMYM INOIVIOIlEHHs HaXOAHTCA NpH A = 560 mmx. UyBCTBHTEABHOCTE
peakuuH 6 mxz/ma Ni. Memaior Co?*', Cu®’, Fed*.

Onpene.uenne HHKeJsi THOKCHMaMH
B MPHCYTCTBHM OKUCAWTENCH

JUMEeTHAJHOKCHM

B menounofi cpere B NPHCYTCTBHH OKHC/IHTe/s HHReJb O6pasyer
€ IMMETH/IIHOKCHMOM HHTEHCHBHO OKPaIlleHHOe B KPACHHII BT coexy-
nenue [641]. Kpusas cperomorsiomennsi nokasana na puc. 13 (coenn-
HerHe noayyeno B npucyrcrBuu NH;OH u NaOH) [260, 768]. Bepo-
ITHO, COCTAB KOMIJIEKCOB, 06PasyioniuXcs Yepe3 pasHble NPOMENYTKH
BpemMeHH, HeolnHakoB. ONHO coeaHHEHHE CONEPKHT 1BA MOJAS AHMe-
TH/IIHOKCHMA HA OJIHH aTOM HHKeJIsl, IPYroe — YeTbipe MO/ AUMETHJ-
AHOKCHMA HA OJMH aTOM HHKeas. JIHMETHIIHOKCHM B NPHCYTCTBHH
OKHCJIHTeNSI OblJi HCNONb30BaH ISl (POTOMETPHUECKOTO OMNpeNeneHHs
nukensi [1089]. B kauecTBe okmcaHTeas Henoab3oBasuch Gpom [381,
571, 920, 942, 966, 989, 11301, nox [713, 729, 755, nepcyaspar ammo-
Hus [97, 774, 943] u np.

Boita H3ywena ycroiiuMBOCTb BO3HHKAIOLIEH OKPackH B BOJAHOM H
3TaHOJLHOM PacTBOPAX H BJIHSHHE HEKOTOPHIX NMOCTOPOHHHX HOHOB Ha
CBETOMOTVIOIEHHE KOMIJIEKCHOrO coennHeHHsi HHKeas [9661, uceneno-
BaHO BJIHSHHE KOJHYECTB AHMETHIHOKCHMA Ha cBetonoryiouenue [714].

Hukenb MOXHO ompenensiTh B NPHCYTCTBHM MapraHia, esesa,
MeaH, kofanbTa, MPH HCNOAL30BAaHHH TApTPaTa HATPHS JJISA MACKH-
poBkH [725]. Bosee noipo6HO H3yueHO BJAHSIHHE MeAH H KOGanbTa

[260]. Ilpu BBICOKHX KOHUEHTpa-

J
Ew HHAX Melb H KOGaJbT MEIaloT Of-
[_ peleleHHIO HHKedst H 10 CBOeMy
a3 BJHAHHIO HA BEJHYHHY CBETOMNOT-

NOWIeHNsA pacTBOpa HHKeas 200
yacTedl MeJlH COOTBETCTBYIOT JABYM
anm |- yacTAM HEKes, 300 yacTedi KoGab-
Ta — NATH 4acTaM HHKensd. Peko-
MeHAYeTcs OTHenATb HHKean (II)
B BHJE JHMeTHJIIHOKCHMATa C MOo-
CJIEYIOIHM OTpefie/IeHHeM ero -
METH/IIHOKCHMOM B IPHCYTCTBHH
OKHCJIHTENS.

Puc. 13. Ceeronorjoiense BoAHOTO

pacTBOpa AHMeTHAAHOKCHMA (), AHOKCH-

MaTa HHKeJIA B MPHCYTCTBHH OKHCJIHTEf
! I A0 B aMMHA4YHOH cpene (2), HUKEAbAHMETHI-

300 400 500 60y il,m.'n JAHOKCHMATa B NPHCYTCTBHH OKHCJIHTEN S
B mesouHoi cpefie (3)
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Onpelnenenne nuKeas NPH OKHCJIeHHH HoAoOM [257].
- K 20 ma ucnpityemoro pactsopa, coflepxatero 0,005—0,1 sz Ni B Meproii xonGe
. emkoctbio 50 ma, poGasasior 0,5 ma 0,05 M pactsopa mona, 0,5 ma 0,05 M sranons-
~ HOro pacTBopa AMMeTHJAHOKCHMA, 25 ma 1 N pactBopa wmenoun n ofbeM JNOBOAAT BO-
~ goit 10 50 ma. Tlocse MepevemHBaHHs H3MeDSIOT ONTHMAJBHYIO MJOTHOCTH PACTBOpa
Ha orokonopumerpe POK-M, PIK-H-52, 54, 57 nan doromerpe. Sranonnbe pactso-
Bl TOTOBAT aHANOTHYHO, 0053aTe/ibHO NMPH TAKOM e HCXOAHOM ofbeMe pacTBopa,
| CofiepXKallero HHKelb, H CoOOMIOfas yKasauHb NopsfoK npHGaBjeHHs peaKTHBOB.

g Onpenenente HHKeAs NpPH OKHCAEHHH GpoMHORN
" BoAoii[ll06]. K pactsopy, conepxautemy 5 mxe Ni, poGasasior 10 kanens Gpom-
~ HOH BOJibl, TaKOe KONHUECTBO KOHIleHTpH poBanHoro pactsopa NH4OH, kotopoe HeoG-
~ XOAHMO AJIA TOJIHOTO HCYe3HOBeHHst OKPacKH Opoma, H eme H3OLITOK ero 1 sa. 3atem
- 06aBJISIIOT K OXJamKAeHHOMY 10 KOMHATHOMH TeMIepaType pacTBopy 1 sz numernamno-
. KcHMa H pasOasasior Bool 10 oGbema 25 ma. Yepes 5 'MHH. H3MepsiiOT ONTHYECKYIO
. IJIOTHOCTH PACTBOPOB.
Cenzlent pexoMen/l0Ban B KaMK/IOM C/1V4de MOAGHPATH ANKHY BOAHE, YUHTHIBAS, YTO
. HaMBBICIIAS YYBCTBHTENBHOCTb JocTHraercs nmpu 450 mmk, vo npu 560 mmx pacTBophl
~ Jlosibllie  COXPAHSIIOT BO BpeMeHH HEHSMEHHYIO ONTHUeCKylO MioTHoCTh. OnTHUECKYyio
- NUIOTHOCTH H3MEpSIOT C 3eJIeHBIM CBeTOPHABLTPOM.  * *
Jlas onpefenenns HHKedst 110 APYTOMY BapHAHTY NEPEHOCAT Clerka MOAKHCIEH-

~ Hbiil pacTBop, cofepmamuit 10—150 mxe Ni, B KonGy emkocts 100 sz, noGasasmor 1 ma

GpomHoii Boakl, 4 ma4 KoHueHTpHpoBanuoro pacrsopa NHsOH, 35 ma 95%-moro sra-
HoAa 1 20 ma 1% -Horo sTaHONBLHOrO pacTBOpa AHMeTHIHOKCHMA. PacTBop pas6as.isior
BOJIOH /10 METKH H H3MEPAIOT ONTHUECKYIO IJIOTHOCTL Ha (OTOMETpe C 3e/leHbM CBETO-
| ¢uabTpom.
¥ Onpenenenne HHKeJdsi TPHOKHCAEHHH Nepcydasbda-
| ToM ammounsn [97]. B mepuyio koiaby emroctsio 100 a1 momemalor HecTe-
| Axemm pacTsop, cojlepXKaiunii He Menee 5 Mk2 HHKens. PacTBop HefiTpannsyloT 5 ma
| 5%-unoro pacteopa KOH, m3Ganreiator, npuausaior 10 sa 3%-Horo pacreopa nep-
b cy/baTa aMMOHHS H BHOBb NepemelunsatoT. [Tocje sTOro NpHAHBAIOT NPH MepeMellH-

BauiH 10 m2 menouxoro pacteopa AnmerHyifHoKcHMa (1%-Hbift pacTBOp pearenta B
5%-noM pactsope KOH). Yepes 2—3 mun. coflepiumoe Konbui pasGapasior AHCTH-
JIHPOBAaHHOA BoAOH A0 METKH H H3MepAIOT ONTHYECKYIO TJIOTHOCT.

JOpyrue XHOKCHME

Jpyrue a-1HOKCHMbI Takike MOTYT GbiTh HCMOJb30BaHBI i Onpe-
Jle/IeHHs] HHKeJsl B MPHCYTCTBHH OKHcaHTeneli. Haunbosee nayuen 1Hok-
CHM LHKJAOrekcanaHona. OxucautensiMu MoryT ObiTh HOX, OpoMHas BO-
2a, nepcyabdar ammonus [265). Hox u nepcyabdar aMMOHHKs JalOT HaH-
GoJiee MHTEHCHBHOE H YCTOHYMBOE OKPallMBaHHE PacTBOPOB.

Onpenesenie HHKeIs JHOKCHMOM UHMKJOTENTaHAHOHA BO3MOXHO
B NPHCYTCTBHH OKHCAMTensi B uienounoit cpexe (pH ~ 11,3), cosna-
BaeMoii ammuakoM [649]. Onruueckas XapaKTePHCTHKA COeAHHEHHS
HANOMHHAET XapPaKTePHCTHKY AJNA COeJHHEHHS C AHMeTHJIHOKCHMOM
H JIHOKCHMOM uuKJIorekcanauona [695). Hauaabuuii cnektp npHHai-
JIEXKHT MeTacTaOHJbHOMY KOMINVIEKCY C TOJOCAMH MaKCHMAaJIbHOrO
noriomenus npu 445 u 530 mmx. Oxkpacka cTamosuTCs cTaGHJbHEe,
eCJIH V1S MoAuesaynBanus pacrBopa 1o pH 12,1 smecto aMmmHaka Mc-
nonb3oBatb NaOH. Ilpu 310M cpasy moaydaercs KOMIJIEKC ¢ MOJOCOH,
MAKCHMaJIbHOro cBeronoryiomenuss npH 457—600 mmk. Ilo 4yBCTBH-
TEJbHOCTH TrenTOKCHM H HHOKCHM MNPEBOCXOIAT JHMETHIAHOKCHM
(raban. 42). |
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TaGaunna 42

Moasipiinie KospPUUHENTH TOramenns AHOKCHMATOB

HUKean

HAuaokennm A’naxc e
JIHMETHAHOKCHM 443 14 000
536 6 100
lentokcum 443 15 300
531 6 400
JIHOKCHM HHKJIOTEKCaHnAHOHA 443 15 000
| 537 5700

2,6-JInaueThAnupuARIAHOKCHM (/) H  (eHH-2-nupHAKIKETOKCHM
{/7) [741] nawor B caGoweNOYHBIX PACTBOPAX, COACPNKAUMX HHUKENb,
HE/ITO-OPaHIKeBYI0 OKPAcKy.

HsC CH;
| I
O (e ()
I I X~
HON NOH NOH
I Ir

B npucyrerBuH oKucaHTeseli MepHojaTa Kaams, Woja, Opoma, ABY-
OKHCH CBHHUIA 00pasyiotcs COeJHHeHHS roayGoro usera (R AHOKCH-
Ma) u cepo-roay6Goro (aas MoHooKcuMa). Moasprbie Kos(wpuuueRTs
noramleHust AJsi mepBoro coefinHenus pasHbl 20600 (npu 403 mmx) u
14200 (mpu 585 mmx), a ans Broporo — 9000 (npn 587 mmk). OtHO-
HIEHHE HHKeJs K OKCHMY B OOOHX coejHHEHHsX cocraBiasier 1 : 3.

[loTennyoMeTpHYECKHM THTPOBAHWEM YCTAHOBJEHO, 4TO pPeaKiHs
NPOTEKaeT N0 yPaBHEHHIO:

3Ni**4- 2MnO; }- 4H* - 3Ni% - 2MnO, 4 2H,0.

Oxucnente HHKeNs MEePHOAATOM GbIJIO H3YYEHO METOAOM H30MOJsp-
HBIX cepuii:

Nit* L JOg + 2H* — Ni¢+ 4 JO7 + H,0.

Ins nuoKcHMa, npejcrasJisiomero co6oii cMech CTepeoH30Mepos,
He y1aJ0Cch YCTAHOBHTb COOTHOILEHHE HHKeJsl K PeareHty, HO AJIsi Mo-
HOOKCHM2 OHO OKa3aJioch PaBHBIM | : 3. B BblIe/NeHHOM B 4HCTOM BHIe
JAHOKCHMaTe HHKeJsl COOTHOLIEHHE HHMKeNs K peareHTy paBuo 1 : 2,
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Hukeanb (I1I) okucasiercss B npHCYTCTBHH 3THX OKCHMOB JIEFKO NOYTH
Beemit okucanrensimu npu pH 7—9,5, a BHCMyTaTOM HATpHA — AdKe
B YKCYCHOKHCJION cpeje.

MOMKHO Onpee/iuTh HHKeJIb ¢ HHKOTHHaMHAooKchMom [1232]

CHs
S

NOH

B menounoii cpese (pH 10,5—11,5) B npucyTcTBHE HOAA NMOJyYaeT-

" ¢l OKpameHHoe B roayGoil IBer BOJHOPACTBOPHMOE COEJAMHEHHE, I

ero pacTBopos coGmofaercs 3akoH Bepa B WHTepBajde KOHIEHTPAUM
0,3—10 mx2/ma.

B npucyTCTBHH OKHC/IHTeNed, OOLIMHO KHCAOPO/A BO3AyXa, HHKEIb
onpesensior npu nomoun (opmaspiokcnma (CH, = NOH), koropsiit

~ 6ul1 pexomenopan Jdenmxke [591]. Jlas oxpaumennbix pacTBOPOB KOM-
. JIeKCHOro coelunenHs cobmonaercs 3ako Bepa [659] B mmrepBasne

0,06—20 mre Ni.

OkpalieHHOMY COEIHHEHHIO NPHNHCHBAIOT (opMyay NilVA-
[1015], rne A — CH,NO-. BeposTHO, KOMIJIEKCHOe COeJHHEHHE HH-
Kens o6pasyercsi ¢ NMOJHMepH30BaHHON (OpMOil peareHTa 1204}:

3CH;=NOH 2 CH3 (NHOH) —C (=NOH) — CHaNHOH.

[IpHrOTOB/IEHHOMY PEAKTHBY PEKOMeHayercs CTOsThb 24 yaca IS
NpoTeKaHHs MPOLecca NOJHMepH3alHH. PacTBOphl OKpAlleHHOro KOM-
MJIEKCHOTO COeJHHEHHs HMEIOT MOJ0CYy MaKCHMaJbHOrO NOrJOlEHHs
npu 470 snux (e = 19000). Coexnnenne cTaGuabHO NPH pH > 12;
B MPHCYTCTBHH TapTpaTa Wi Komniekcona ITI uHkenn ne pearupyer
¢ opManbiokciMoM. M3 okucuTeneil HanGonee NOAXOAALLHM siBAseT-
Ci KHCJIOPOJ BO34yXa, MOCKOALKY APYrHe OKHCJIHTENH pasjaraioT mo-
numep. KommuiexkcHoe coefiliHeHHe yCTOHYHBO 2 yaca.

2, ONMPEJEJIEHHE HHUKEJIA
CEPYCOJEP)KAUIUMH OPTAHHYECKMMH PEATEHTAMHM

M3 THAAHTHOKAPOAMHHAT HATPHA

Nustuagutnokap6amunar Hatpua (IUITK) ne nmeeT mpeuMyllecTs
[0 CPABHEHHIO C JIPYrHMH OpraHHYeCKHMH peareHTaMH uIsi oOrnpe-
Je/IeHHST HUKes H3-33 Majiofl celeKTHBHOCTH. HOHbI MeH i KofajibTa
o6pasyior okpauennbie coepunents ¢ JUITK u Mewaior onpejesieHHio
nuxensi. Ixerpakuns JUITK pasiaHdsbiMH PacTBOPHTENSMH Gbina H3y-
yepa Bozxe [481], ou onpenenun mepuox mosypacnaia pearenta B sa-
sucamocty ot pH pactsopa (ta6n. 43).

8 AHanuTHYECKAR XHMHA HHUKe " "3



Yeroiuusocts JAATK

5,0 ,

pH ‘ 2,0 1 3,0 l 4,0 l 4,5
| |
Ieproa no- ‘ 0,3 | 3 | 30 l 4,9
aypacnaja | CeK. I cex. | CeK. | MHH. MHH.

Bone usyunn takxe pacnpenenenue JJITK Mexay BOAHBIM pacTBo-
POM M UETHIPEXXJIOPHCTHIM yraepoaom (puc. 14).

C nuxenem JIJITK o6Gpasyer KOMILIEKCHOE COEIHHEHHE IKeJTO-
sejenoro usera NiA,, Jerko 3KcTparupyemoe HEBOJHBIMH PacTBOPH-
teasimu. CrieKTp coefuHeHHs npejicraBiaen na puc. 15 [5651.

&
40

00
&0
60
47

a0

poyenm SKCMPAKY Ly

L 1
&0 &0 70 40 oK o0 350 400 450 A muk

Puc. 14. Kpusas pacnpepenenns Puc. 15. Ceetonoraomenne JHSTHAAHTHO-
IOOTK B cucteme — H:0 Kap6aMHHATOB MeTanJoB B XJaopodopme

Bein n3yyen psn 3kctparenToB — GpoMGensosn, CHCly, CCly, uso-
AMHJIOBBIHf CIHPT, H3 KOTOPHIX MOCJEIHHH OKasajcd HaWJAy4dliHM,
MOCKOMbKY asbl OuicTpo paccrianBaioTesi. Kpome H3oaMuJI0BOro
COHPTA, AJA 3KCTPAKLUHH AHSTHAAHTHOKapOoMaTa HHKeNsl NpHMeHser-
ca xgopodopm. KommiekcHoe coelHHEHHE HHKeIs 3SKCTparupyercs
npH pH Boime 8. YUyBcTBHTENBHOCTL peakilid Bbicoka (e = 35 200).

EnHHCTBEHHBIM, HO CYIIECTBEHHBIM HEJOCTATKOM peareHTa siBJsieT-
Cl ero Majasi CeJeKTHBHOCTb, MO3TOMY OH NpHMeHsieTcsi TocJje oTje-
JIeHHSI HHKeJNd OT CONMYTCTBYIOUIHX 3JIEMEHTOB OCaXKJIEHHEM HJH 3K-
CTpakiHeii B BHAe IHMETHJTJHOKCHMaTa, XpoMaTorpapHyeckHM MeTo-
jgom H ap. CoBMecTHOe (OTOMETpHUECKOe OnpejeleHHe HHKeJs, KO-
6ajbTa H MeH 3THM PeareHTOM BO3MOXKHO INPH HCMNONb30BaHHH CNEKT-
podoromerpa [555, 994, 1107].
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TaGaunua 43
8 3asucumocTH ot pH

[ 5,5 6,0 7,0 1 8,0 |[ 8,5 ‘ 9,0
16,5 51 8,3 ] 3,5 11 35
MHH. MHH. yaca RHS Aue AHel

CnekTpanbHas XapakTePHCTHKA JHITHIJAHTHOKap6aMHHATOB ne-
peuHc/eHHLIX MeTaJioB mpHBefeHa Ha piic. 15. Tlonockl MakcHManb-
HOTO MOVIONIEHHA A MeqH, KoGaidbTa M HHKeas Aaiotes npH 436,
367 m 328 mmx coorsercTBeHHO. B Tabn. 44 npuBeneHsl MonsipHbIe
KO3(pHIHEHTHl NOTAlIeHHsl JJI STHX JJIHH BOJIH.

TaGakna 44

Moaspibsie KoahHILHEHTBI NOTAIMEHKHS
AHITHAAMTHOKAPOAMHHATOB MENM,
KoGanbTa M HHKEas

A, MMK
JneMeHT
e A
MARE- s s 12850 ' 1260 | 2230
Kobaast . . . | 2260 1 14340 | 21520
Hegems . . . 1720 3910 | 35210

B kauecTBe SKcTparedTa Hcnosbsyior xaopodopm. Onpenesenuio
MelaloT KajMHil, PTyTh, IHHK, OJIOBO, TaK KaK 06pasylouinecsi OCajlKH ¢
JITK aerko dguoThpyiotesi. M3 anHOHOB MelaoT Te, KOTOpbie o6pa-
3YIOT KOMIJIEKCHbIE COeJIHHEeHHA C OmnpejeiseMbIMH KaTHOHaMH. Onpe—
JeJIEeHHIO MelllaeT TaK¥Xe BHCMYT. PH}I MeLllawlHX onpeienennio KaTHo-

HOB MA4CKHPYIOT LHTpPaToM H mHpodochaTom.
CofiepiKanHe METajJIOB PACCUHTHLIBAIOT caenylonum obpasom [1107].

Ec/iH NPHCYTCTBYIOT ABa 3JEMEHTa:
{Cu]-iO“ = 7,85 Dyge—0,38 Daas:
{ [Ni]-108 = 2,86 Dgss—0,50 Dyas;
[Co]-10% = 8,39 Dggs;—0,93 Dazs;
{ [Ni]-10% = 3,42 Dgag—5,20 Dagr.
EcaH NPHCYTCTBYIOT TPH SJeEMeHTa:
ICU]'“}b = 7,93 D‘m-'i,OS Daggz—0,27 Dygg;
lCoI.lUb = 8,48 Daﬂ-—ﬂ,gl D,-gga—l )67 D;yw:
[Ni]-40% = 3,42 Dasg—5,19 Dagz—0,08 Dage.
MeTtoiHKa HeECKOJBKO BHJIOH3MEHAETCHA TNPHMEHHTEJBHO K onpe-

JeeHrio HHKEAst B MPHCYTCTBHH ypanui-uoua [436, 5561.
Ec/n HEeoGXOAUMO OnpeaensiTh ToAbko Hukeab [1107], 1o ero or-
JeASIOT OT MEIIAIONIHX SJeMEHTOB H 3aTeM MOCTYNaloT ¢aejyiouum o6+

pasom.
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K kncaomy pacTBopy, colepiaiieMy HHKeab, 106aBasior 5 ma muTpaTHOro Gy-
deproro pactsopa (20% -Hblii 1By3aMelleH bl LHTPAT AMMOHHSA C L06aB/IeHHEM NH:OH
o pH 9,0—9,5; sToT pacTBop OYHILAIOT IKCTPaKIHEH xaopodopMoM B MPHCYTCTBHH
AHSTHAAMTHOKAapGaMara), cjerka MOAULe/1aUHBAIOT KOHIEHTPHPOBaHHBIM NHiOH
(n36mToK 10 Kaneas) H npuaunsaior 5 s 0,20% -Horo BoZHOro pacTBOpa AHSTHILHTHO-
KapGamunaTa HaTpuA. DKCTParupyior ¢ noMollbio 10 M4 H30aMHIOBOTO COUPTA 2 MuH.
H3Mepsi0T ONTHUECKYIO TJIOTHOCTh TpH 385 mmk. :

JIns OTOMETPHUECKOrO ONPEJe/NeHNsi HUKEAR YCNEUHO HCMOJb-
ayiorcss  Guc-(2-okcnaTa) autHokapGamar  [13001,  6uc-(oxcuaTha)-
autHokapGamar [436, 1037] u nexOoTOpEIE ApYTHe.

P yGeanoBojoponHas KHCI0TA JMTHOOKCAMHJ
W ee NpPOM3BOJHbIE

Pactsopsl py6eaHOBOZOPOAHOH KHCJOTH GecBeTHb HIH Cllerka
OKPAIIEHH! B XKe/THIi 1[BET; OHH IOIVIONIAIOT JYIHCTYIO SHEPTrHIO B GJIHXK-
weilt Y®-o6nactu 10 400 mmx (puc. 16). KommiexcHoe coennnenue

b/

i Pyl
: b/
a8 1wk Cu
. Fa g o Ve
04 : \ 46t o ST
; 7 _ %, ~ 4t / \
2z -t O Sl GINE
Co a9z2r A
I ; - L o S S W e S
- 00 500 600  Ammx 4 6 g 0 o
Puc. 16. Ceeromoriomenue Puc. 17. 3asrcHMocTb 06pasoBaHHs
pyGeanaToB MeTasl0B pyGearnaToB MeTa/l/1oB OT 3HaYenHs pH

BOJHOrO pacTsopa

HHKEeNA OKPalleHo B roayGoil 1BeT, pacTBOPHMO B MHPHAHHE, TPHITHI-
aMHHe, JAHOKCaHe, AlleTOHe. \

Hau6osnbuni HaTepec 115 (POTOMETPHYECKOTO ONpe/ie/ieHHs] HHKeas
npejcTasisier PacTBOP KOMILUIEKCa B MHPHAHHE Po30BOro usera. Mak-
cuMyM norJiomenna Haxoqures npu 350 mmx [639], npu sTom pearent
He MOrJIonaeT cBeT; AIA pacTBOpoB cobiiogaercs 3akoH Bepa npu Kos-
ueHTpanuax Hukeaa > | mxe/ma. OxkpamenHHoe coelHHEHHe HHKeNsS
aygie scero oGpasyeres npu pH or 9,0 no 10,0 (puc. 17). B nekoro-
peiXx paborax pekomenayercs uurepsan pH 9,5—10,5 [1287, 1299].

Huxkenb MOXKHO OnpenesiATh B BOAHON cpejle B BHAE CO€JIHHEHHs ro-
Ay6GOTO [1BeTa; MPH STOM MOJAYYAlOTCs He HCTHHHbIE, a KOJJIOHIHbIE
pacteophi (TpeGyerca craGunu3amusi). Takue pacTBOpHTeNH, Kak OeH-
301, TOJIyO, XJA0popOpM, HE IKCTPArHPYIOT OKpalleHHOe COeldHHEeHHe.
[To mpeanonoxenuo Encena [778], 310 coennnenue sBjasieTcss MOJH-
MepOM; B NMHUPHIHHOBOM PAcTBOPe PO30BOrO UBETA WMeeTcss MOHOMep.
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Meron onpenenenusi Hukeas pyGeaHoBOAOPOAHON KHCIOTONH OUYCHDB
YYBCTBHTEJIEH KaK B NPHCYTCTBHH NHPHAHHA, TAK H B BOAHOH cpeje,
HO HEOGXOAHMO OTJe/ieHHe HHKeNs OT KoGaibTa, ¥eaes3a, MelH.

PyGeanosogopoanas Kuca10oTa ofpasyer ¢ KOGanbTOM, KEJE30M
H MHOTHMH 3JIEMEHTAMH CEePOBOJOPOAHONH rpynibl H IPynnbl cy/bhuia
aMMOHHSI OKpalIeHHbI€ KOMIVIEKCHble coeinHeHHs (cm. puc. 15). Iro
HCTIONb3YeTCs AJIA COBMECTHOIO Onpejesienus HHUKeas, kofansta U Me-
AH 3THM peareHTom B BoaHoM pactsope [788]. [Tosocsl MakcumaabHoro
norJouenns (puc. 16) naxoaarcs aas meau npu 385 mmk, a1a KobGasb-
Ta npu 370 mmx uan 440 mmx, ans nuxeas npu 640 mmx (tada. 45).

Tadamwma 45
Moaspubie koadduuuentsl norawenusn pydea-
HATO3 MejAH, KoGaJsbTa H HHKEIs

A, maK
AneMeHT
3 | wo | eo
Hukeas .0, 4360 3920 8930
KoGaasT . . .| 12950 12500 618
MERE L er o5y 15800 6060 4010

OntumanbubiM 3navennem pH pactsopa ans onpejeneHHsi BceX Tpex
saeMenToB siBasierca 9,0 - 0,3. 3auHTHBIM KOMIOHAOM CAYHKHT 1%-
HbIfl PacTBOP ryMMHaKaiuH,

K pacrBopy, cofepiKanlemy HOHbI MelH, HHKeAsl H KoGaibTa, B Koa6ax eMKOCTBIO
25 ma po6asasior 4 ma samkTHOrO Koonaa, 3 x4 1,5- 10~ M soamoro pacrsopa pea-
reunta, posoxar pH mo 9,04-0,3! u pasGapasor pacTBOphl A0 MeTKH. OnrHuecKyio
NAOTHOCTD W3MepsioT npu 385, 440 n 640 smx.

CozepxaHue MeTaJJIOB BBIYHCJAIOT [0 CJACAYIOLHM (GopMyaam.
Ecain npucyTCTBYeT TONBKO HHKe/b:
[Ni]-105=11,2+Dyy.
Ecan npucyTtcTBylor asa saementa:
[ [Cu]«10% = 7,23 Dsas—3,53 Dgao;
1 [Ni]-105 = 12,8 Dego—3,24 Dsq:;

{ [Co]+105 = 8,17 Dyso—3,58 Deso;
[Ni]-10% = 11,4 Dggo—0,57 Dgyo.

Ecau npl*_ICYTCTBYIOT TPH 3JeMeHTa:
!CO]"'.OE =424 Dmﬁ3,76 1)335—3.46 Dﬂ,m:
[Ni]-10% = 11,6 Dggo—4,08 Dygo—4,50 Dags;
[Cu]-105 = 10,8 Dyggs—11,0 Datg—0,30 Deso.

1 INns ycranosaennsi pH nonbsylores Goparisivy GydepueMH PACTBOPaMH.
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YypcTBUTEIBHOCTL MeToja coctaisier 0,5 mxe/ma Ni.

Anagoruyno B3aumojeiicTByer c¢ HukeneM N,N’-6uc-(3-tumerni-
amunonponuwinuruookcamun) (7891, (H;C), — N(CH,); — NH — CS5—
— CS — NH — (CH,)s — N — (CHy),.

PearenT No3BOJIsIeT ONPEIEMsITH HHKeIbL, KOOAJbT H Melb OIHO-
ppemenno [789]. VcaoBHs onpejeneHHs STHX 3JIEMEHTOB TOYHO

>
bo -~

04} : st

|

12 pH

¥ 6 g ‘ rg}

Puc. 18. O6paszosanne N,N’-pyGeanatoB MeTalJlOB B 3aBHCHMOCTH
oT asauenns pH BoaHoro pactBopa

TAKHE e, KaK U B ciyyae pyGeanaTos. Murepsasn snauenuii pH o6paso-
BAHMSA W CIIEKTDPHl COOTBETCTBYIOLLUX COEIHHEHHH MMeloTca Ha puc. 18
n 19.

: 1 —
400 500 600 A, mir

Puc. 19. Ceetonornomenne N,N"-pyGeanatop
MEeTaN10B

Moasipuble  KO3((HLHEHTHl IOrauleHHss KOMIJIEKCOB NpPHBEISHbI
B Taba. 46.

CozepsKanHe 3JeMEHTOB BHIYHC/SIOT MO (opMyJsiaM Ha OCHOBaHHH
U3MepeHHs ONTHYECKOH MAOTHOCTH pacTBopoB npH 500, 430 u 365 mux.
Ecau npucyTCTBYeT OIHMH HHKENb:

{Ni]+105—=14,0 Dsoos
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Ta6bauma 46

Mouaapubsie KoaduiunenTsl norauweHus
N,N’-Guc-3-guMeriaaMadon poitdapyGeadaros

Ry smE
DneMedT
365 I | 00
KoGaaeT 14000 14 500 6450
Hukean 3140 (4700) | 4070 (2640) 7150
Menp 15 000 4580 1970

Ec/in npHCYTCTBYIOT JiBa 3/IEMEHTa:
i [Co]-10° = 8,03 Dyge—2,63 Dgoos
[Ni]-405 = 16,7 Dsoo—7,25 Dase;
* [Ni]-10% = 14,8 Dsoo—1,95 Dages;
{ [Cu]-10% = 7,8 Dge5—3,10 Djgq.

Ecau npucyrcrsyior Tpu sneMenTa:
. [Co]:10% = 10,6 Dyg—2,99 Dggz—1,95 Dsgo;

[Ni]-105 = 16,6 Dgoo—7,50 Dagy + 0,11 Dges:
(Cu]-108 == 9,03 Daso—7,56 Dy2e—3.37 Dioos

beul ucenenoBan psg N,N-zaMmellenublX pyGeaHOBOLOPOLHBIX KHe
CJOT Kak peareHToOB 1is (hOTOMETPHUYECKOrO ONpEAeNeHHs HHKeJs.
Hudennnpybeanosas kucaora [1287, 12901

Cslls—NH—CS—CS—NH—Cgl;

ofpasyeT ¢ HHKeJEeM B IIEJNOYHOH cpeie OCafOK TeMHO-(PHOJETOBOro
HBeTa, PAacTBOPHMbiH B NHPHAHHE ¢ 00pas3oBaHHeM pPAaCTBOPOB pPO30-
Boro ugera. OnTHueckyo mioTHocTe H3Mepsitor npu 510 mmk. Oxpa-
CKa pacTBopa ycroiiunea BO BpeMeHH. MoJsipHbIH KO3(duiyenT mora-
wenus 22000 1. Peakuuu Mmemalor Te e 3JEMeHThl, 4TO H B ClIyyae
py0eaHoBOIOPOJIHON KHCJIOTHL.
Hustan- (1), numerun- (/1) u puGensonnpyGeanosopopoansie (I17)
kucaorsl [1289, 1291)
CoH;—NH—CS—CS—NH—CoHp
i
CHs—NH—CS~—CS—NH—CHj
1

CeHs—CO—NH—-CS—CS—NH—-CO—CsH;
11

HECKOJIbKO 60jiee 3(xpeKTHUBHEI AJR ONpCieNeHHs HUKEAf, yeM IHpe-
HH/IPYGeaHOBOJIOPOAHAs KHCJIOTA. PacTBOpHMOCTL B BOJE COOTBET-

1 KosdduuueHT BBIYMCJASH aBTOPaMH O pe3ysibTaraM, TNOJyueHHBIM B pafore
{1287].
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CTBYIOLHX HHKENEBbIX COCAHHEHHH HHXKE, UeM COefHHEeHHIl ¢ mudenm-
H ¢ py6eaHOBOJOPOJHOM KHCJOTOH. UyBCTBHTENBHOCT BCEX TPEX pe-
areHToB B MPHCYTCTBHH MHPHIHHA OJHHAKOBA M HE TPEBbIUIAET YyB-
CTBHTEJIbHOCTh AH(EHHJANPOH3BOAHOTO. IloJIOCH MaKCHMAJbHOTO CBe-
TONOTJIOMIEHHS] ISl AHMETHJ-, NU3THJI- H AHGEH3HJNPOH3BOJHOTO Ha-
xonsatca npu 480, 490 u 510 mmx cooTBETCTBEHHO.
N,N’-JInu3oamunpyGeanosogoponunas [1288] xucaora

(CH3)sC—CHaNH—CS—CS—NH—CH;—C (CHy)s

0GpasyeT OKpalIeHHOe COeJHHEHHE ¢ HHKeneM. MoaspHbiil K03thduuu-
€HT morauleHHsi ofpasywoulerocs coeuHennss npu 510 mmx pasen
8000 1.

MepkantokapOoHosbie KHCIOTHI

Mepxantoykcycnas  kucnora HS — HC, — COOH  ofpasyer
C HHKEJIEM KOMIIEKCHLIE COEHHEHHsI 3€/IEHOro nBeTa (B KHCJI0H cpene)
H (HO/IETOBOrO 1BeTa (B mes0uHOfi cpene) [557). Bropoe kommiekcHoe
COEMHHEHHEe, HMElollee M0J0Cy MaKCHMAJBHOrO IOIVIOUIEHHst BOJH3H
510 mmk, HcnoNb3yeTCs st OMPeeNIeH st HHKesl. Y cTONYHBOCTD KOM-
nnekca nukeas [652] neswicoka (Igp, = 9,50).

Onpenenennio HHKeNs MePKANTOYKCYCHOH KHCJIOTOH mpepie-
CTBYET BBIJIe/IEHHE €r0 M3 CMECH MEIIAIOMIHX HOHOB (0GBIYHO B BHIE JH-
METHIIHOKCHMATa), cTabuibHas OKpacka nomyuaercs npu pH or 8
no 14.

K 20 x4 pacreopa no6asasior 10 sz 25% -Horo pacraopa OHTpaTa HATPHA H 25 ma
cmeck KCI 1 H3BO, (14,9 2 KCl 1 12,4 2 H;BOs B 1 4), 10 ma 20% -Horo pacrBopa pea-
renra, pacteop NaOH zo pH 11,5 u nocsie pasbasnenns Ao 100 s4 uamepsior ceeto-
HOrJIolieHAe HA creKTpodoromerpe.

AHa/OroM MepKanTOYKCYCHOR KHCMOTHI SIBISIETCS MepKanromnpo-
nHoHoBasi kucaora HS — CH, — CH, — COOH, npenioxensas s
onpenenenHsi nukeas [522]. CnekTp cOeIMHEHHA ¢ HUKEAeM HMeer
AB€ IOJIOCHl MakCHManbHOro norsomesHs: npu 330 w npu 410 umx
(puc. 20). IMepsuifi MakcHMyM nO3BosszeT onpexeasite 0,5—10 mxz/ua
HHKeJIst, BTOPOi —5—40 mke/ma. Menb, CBHHEN, MapraHel He MENIaioT
ONPENENCHHIO HHKeJsi, eC/IH HX cofepkaHue ue npesbimaer 100, 50
B 50 MKe COOTBETCTBEHHO; TPeXBaJeHTHOE Keneso memaer. Okpacka
PacTBOPUB DpasBHBaeTCsi MTHOBEHHO M YCTOHYHBA B TeueHHe 5 uac.
Hccnenosano pamsinme KHCJIOTHOCTH — PacTBOPA HA  YCTOHYMBOCTD
OKpacku coenunenns nukens [1236] (puc. 21). INpu pH 8,7—9,8 noay-
YaeTcsl COeJHHEHHE, HMEIOllee YCTOHUHBYIO OKPACKy.

K pacrBopy, conmepwamemy He Goree 0,5 m2/50 ma HHKeast, AoGaeasior 10 my
1% -noro pactBopa P-MepkanTomponmHonOBON KHCJIOTHI, pasGasasior 1o 90 #4 u ye-
Tauasausaior pH 9,1 4- 0,5. 3arem pactBop pasGasasior xo 100 s, nepevemnBaio
€r0 H H3MepsIoT cBeronorjomenne npH 330 uan 410 mmK oTHOCHTENBHG RO (89111

! Kosdpdumuent Bruucen us ganHbix paGotal [1288].
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Hukenb MOXHO onpeensitb ¢ MOMOUIBIO P-H30THOYPEHAONPOIHO
HOBO# kucaoth [1236). Pearent ruppoausyercs, a npoaykT THAPO
JIH3a — P-MepKanTonponuoHOBas KHCJAOTA — pearHpyer ¢ HHKeJeM
Meron GulcTphiit 1 mpoctoii. Peakius Moxker GbITh npoBejeHa B NPH

CYTCTBHH AMOMHHUSA, UMHKA H [(f-

100F THKPATHOTO KOJHyecTBa MelH. He-
ae30 (I11) n koGanpT Memaior pea-
80 KIHH JaiKe B MaJblX KOJIHUeCTBax.
Cad
- U\B
g w100
8 60 3
£ S
2 = 80t
S )
S 3
[ =
& R &0r
g -
S g £
[ . L
I L = 40
I L: L L 20 | L PR L
400 600 800 A mmx 71k R e
Puc. 20. Cseronponyckaune MepKanTonpo- Puc. 21. O6pa3opanue MepKantonpo-
NHOHATA HHKeJs NHOHATA HHKelsi B 3aBHCHMOCTH OT

3HaYyeHHn pH BOLHOrO pacTteopa

Monsipuble Koagpuumentsl noramenus ' pasubt 8300 u 2000 npu
330 n 410 MMK COOTBETCTBEHHO. Y CAOBUS ONPEAETEHNS HUKEs CXONHbBE

C YKasaHHBIMH JJIsl MpPedblAyIero pearenTa.. ik

Autnion (andennntnokapbazon)

Honbl HHKesNss B HEHTPaNbHBIX cpellaXx o06GpasyloT € AHTH3OHOM
coennienre MA, [1140], pactBoprMoe B OpraHHUecKHX PacTBOPHTE/SX
¢ ¢uosneToBo-KOpHYHEBOH OKpackoif. IIpH H3GLITKE HOHOB HHKENs Op-
raHHyecKHH /0l MOXKeT OKpamHBaThCsl B cepblii, a BOAHBI — B 3e-
nensiit user [657]. Tlpn pH 6—8 1uTH30H pearnpyer ¢ HuKeseM ¢ 60JIb-
mof ckopoctbio. JIuTH30H HMeeT coGCTBEHHOE NOTJIOIEHHe B 06/aacTH
MAaKCHMAJILHOrO TOIVIOULEHHS JHTH30HATA HHKead (pHc. 22), mostomy
H30LITOK €ro joJizKen GbITb OTMBHIT pasCabiennbiM pactsopom NH,O
(mpu pH 10); pacTBop nHTH3OHATA HHKEIs AOCTATOUHO yCTOHUMB. JIu-
TH30HAT HHKEJsl YCTOHYMB H K IEHCTBHIO KHCJOT, 4YTO JaeT BO3MOXK-
HOCTb ONPeNeNsiTh HHKENb B MPHCYTCTBHH DPAfla NOCTOPOHHHX HOHOB,.
B3aHMOJIEHCTBYIOUIHX B MeHee KHCJOH cpeje.

dnementhl, o6pasyiomue Gonee ycTORYHBLIC KOMIVIEKCHbIE CO€jIH-
HEHHsl, MOXHO OTJENHTL TNPeABapPHTEbHON IKCTPaKuHell AHTH30HOM:

1 Kos(puunenTsl BLIYHC/IEHE aBTOpaMi H3 AanHulX paGorw [1236].
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npu pH 4 [1301]. K rakum snementam orHocaTes cepeGpo, pryTh, naj-
Jajiuii, 301010, Meab, BueMyT. Monst In (IIT) B 10-kpaTHOM KOMHuecTBe

¥

§

3

L 10r

¥ rogzenm
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o 45t Ni YN ' \

= 3 \
‘é" —.-\‘\ \\1/

¥ , ; A

W0 W0 W0 G0 7 A

Puc. 22. Cseronor/nionieHse pacTBOpPOB JHTH30HA H AUTH3OHATA
HHKeIst B XJaopodopme

He MewaioT onpejenenuio HuKens. Howwl Zn®*', Cd*', Pb®**, TI* sk-
CTPAarupyioTcsi BMecTe C HHKeJeM, HO HX JHTH30HATH Pas3pylaiorcs
npu jgedcrsud Kucaor. Monbl Co®* Beersa Memaior onpejeeHuio HH-
kena; memator S*” u CN-. IlpumensieMast [/1si MacKHpOBaHHs pPsja
METa/JJIOB BHHHAf KHCJOTA He MeUIaeT SKCTPAKIUH JHTH30HATA HHKe-
Jsi [638).

Huxe npusoisTcss JABe METOAHKH CHNEKTPOGOTOMETPHYECKOro Orl-

pelenenHs HHKeJAs C ylaneHHeM H3GbiTKa JHTH30HA H 6e3 yjaleHHs
11211,

L. Pactsop, cofepamuii HuKe/ib, NePEHOCAT B Ae/HTebHYIO BOPOHKY H HeliTpas
anayer NH4OH, a saren poGasasiior takoe kounuectBo NH4OH, urobu ero Kome
uenrpannsn Ouvia 0,3 N. [loGaBndior NpH BCTPAXHBAHHM DPAacTBOpP JHMTH3OHA B
CCly(6+1072M )10 Tex nop,noka BoAHii c/i0ii He craner GecuperHbiM. OGbelHHEHHbE Op=
raHHuecKHe SKCTPAKTE PasGaBifioT XJopoopMom o onpelleleHHOro o0beMa H NMpo-
MuiBator nopunamu 0,5 N pactsopa NH4OH 1o 3 ma (mocaefusis nopnus AonkHa 6T
?ecuﬂ.]:r}ioﬁ). OnTHyecKyIo NIOTHOCTh SKCTPAKTA H3MEPSIOT NIPH AJHHe BOJAHL 665 mmk

1140].

2. IpuGnusurensuo 10 m4 aHANH3HPYEMOro pacTBOpa MOMEMAIOT B AeTHTENbHYIO

Bopouky u poBossar pH 0 8. Ilpubasastior naberrounoe Kosmnyeerso 6+ 10-8 M pactsopa

TaObanuuma 47

Moasipubie KoI(pPUUHEHTH NOraweHust AHTH3IOHATOR HHKead
M YYBCTBHTEIBHOCTb PEaKUHH

E Ay MME
| w [ w0 | es
e 27000 10 300 8200
YyBCTBHTE/ILHOCTb, B MK2/cM? 2 6 7

I1 PHMeuaHHue, 3naueHne & UYBCTBHTEJBHOCTL BbIYHCJIEHbI
H3 AaHHbiX paGotn [1140].
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* putusona B CCla 1 CoAepXKiMMOe BOPOHKH BCTPSXHBaioT 30 ceK. YABanBaioT ofbe op-
| rasHvecKoro pactBopurensi AoGasnennem pacrsopa CCls, ycrauasausaior pH6 u eume

a3 perpsxuBaior 30 cek. OnNTHYECKYIO NJIOTHOCTb SKCTPaKTa HaMepsior npu 620 mmk.
orpelHocTs onpelenedns 4-5% [862].

Monsipubie KO3(pdUUHEHTH nOrameHHs U YyBCTBHTEJNLHOCTH MO

- Cenzenry ykasaubl B TaGa. 47.

JIHTHOOKCANAT Kaaus |

JIuTHOOKCANAT KaJus
KS—C=0

0=C—sK

NpHMeHsAeTCs Kak pearent Ha HHKenb [812] ¢ 1909 r. 3to coenunenue
GbI710 HCTIONB30BAHO VIS ONPejlesIeHHs] MaJIbIX KOJHYECTB HHKes B GHO-
JIOrHUecKHX Marepuanax [647]. Pearent pocraTouno ycroiluus B pa-
cTBOpax, ¢ HHKeaeM ofpasyer coegunHenne NiA, rony6oro usera, npu
HH3KHX KOHLEHTPaUHAX HHKeJsl pacTBopHMoe B Boje. [la1s OKpaileH-
HbIX pacTBOpOB cobmonaercs 3akoH DBepa B uurepBasne KOHUeHTpauHii
0,1—1 mxe/ma [1296]. )

Pearent uyBcTBHTENEH, HO He H36upareneH. OnpexeneHnio MewaoT
ORI - BiUL - CA, (Co®, -Cut, et (et < Mn®, Hg*', Hg','Agh
Sn!!, Sn!V, Pd**, Pt**, Zn®*, CelV, AuM!, TIHI, Tilll, UO2* n VO*.

MagcHMyM CBETONOTIOUEHHST OKPa. eHHBIX PacTBOPOB KOMILIEKCa
Hikena Haxoaurcs npH 500 mmx [946). Okpamennoe coennnenne oG-
pasyercs B IUHPOKOM HHTepBase kHcaoTHocTH ot pH 7 no 0,1 N HCI.
Ilpenensnoe pas6Gasaenne 1 : 250 000 000.

JIMTHOOKCANAT HCMOJb3YeTcsi TaKkKe ISl ONpejeNeHdss HHKeJs
B BHJE KOMIJIEKCHOH COJIH THOOKCanaTa HHKeJs H TPH(DEHHJIAMETHJ]-
apconns (PhyMeAs),Ni(5,C,0,),. Dr1a KOMIIEKCcHas COMb 3SKCTParu-
pvercs npu pH Boanoro pacrsopa 4,0—5,0 cMechbio MeTHIGEHHIKETOHA
1 xnopogopma (55 : 45). DKCTPAKT OKpAILIEH B KPACHBIA UBET (Ayaxe =
= 505 mmk). Onpenenennio ne Memaior Sbil!, Billl, Cd?, Mn?®",
g, Agt, Pa¥ ) PO Zn" 0 RN T O TN e MO - (G20 1

S-zamelleHHbIe THOMOYEBHHbI

Huxenp MOXKHO OGHapyKHTb IeHCTBHEM Ha €ro coJH cyjbdaTom
S-merunmoueBnnbl  (Mernamepkantan) [1150]

NH:
5
CH3—S§—C
\N H

Ilpy B3anMONEHCTBHH MOJyYyaeTcss OKpalleHHOe B OPaHMKEBbIH LBeT
(pHc. 23) MmanopacTBOpHMOe B BOJ€ COEJHHEHHE, KOTOpoe JaeT B BOJe
O4YeHb YCTOHYHMBYIO cycneHsuio. [Insi OKpamleHHbIX pacTBOPOR cOGJIIO-
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naercsi 3akon bBepa B unrepBane kouuentpauuit 1,0—7,0 mxe/ma.
O6nacte pH o6pasoBanusi cOe\HHeHHSI 3aBHCHT OT H3GBITKA pearenTa.

14
40+
435t
q30r
g25t
q20

T

015

T

L i " 1 i
450 500 @ 550 600 A, mae 500 550 600 650 A, mmw

Pnc. 23. Ceeronorsiomenne S-metua-  Puc. 24. CseTonor/ioumenne XHHOKCAMHHLH-
MepKanTHaaTa HHKes THOJMA (/) M €ro KOMIJIEKCOB ¢ HuKedem (2)
H KobGanbToMm (3)

Ilpu 180-xkpatHomM u3GhITKe 912 06JacTh coctasaser 8,75—9,70, a npu
40-kpatnom 9,14—9,51 [1148, 1149]. UYypcTBHTENBHOCTH MeTOJa
0,45 mre/ma. Pearent ne nsbuparesen; 0COGEHHO CHJILHO MelIdeT KO-
GanbT.

XHHoKCcamMH HIHTHON

N
[//\./ N—sH

]

PN —SH
N

STOT peareHT CHHTE3HPOBaH CPaBHHTeNbHO HepaBuo [983]. Ilepsas
paGora no onpejeJerHo HHKelsi nosiemaack B 1958 r. [1129]. Xuno-
KCAMHHIMTHOJI OKAa3ajicsi OYeHb YYBCTBHTEJIbLHBIM PEareHTOM Ha HH-
Kelb, HO KakK BCe cepycojiepikallie peareHThl — MaJoH3GHpaTeseH.
Onpenenenuio HuKeass MemaeT KoGaabT. BO3MOXKHO COBMeCTHOE Ka-
yecrBeHHoe [560] m xomuuectsennoe [519] cnekrpodoTromerpuyeckoe
onpejeneHHe STHX ABYX 3jaemenToB. KoGanbT ofpasyer ¢ peareHTOM
KOMIJIEKCHO® COEJHHEHHe KPacHOro mpera (Aaxc = 510 mMmk), a nu-
Kesb — CHHEr0 (Ayaxe = 656 mmx) (puc. 24).

Peakuusi BBHINONHSETCS B BOAHO-3TAHONLHOH cpexe (80—95%-
HOH), MNOCKOJMbKY OGpasylomuecs KOMIJIEKCHbIE COEJHHeHHS MaJjo
pacTBOpHMbI B BOfie. MakcHManbHOE CBETOMNOIVIONEHHe pPacTBOPOB
nabmionaerca npu pH 3,0 4 0,5.

JIlns okpameHHHIX pacTBOPOB coGaiojaercs 3akoH Bepa B uuTep-
Bane xonuenrpanuit 0,2—1,4 mxe/ma Co u 0,5—3,0 mx2/ma Ni. Co-
cras ofpasylouuxcs coenunennii orseuaer gopmynam NiA, u CoA,.
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T R N YT T ST

Monspusie KOIDDHIHEHTH MNOralleHHss H YyBCTBUTEJbHOCTH MO
Cenneny ykasanbl B Ta6i. 48.

A

TaGaumuwa 48

Moasipbie Ko3pPHUMZHTE MOTAWEHHA H YYBCTAHTRALHOCTD
PEaKuHH C XHHOKCAMHHJIHTHOJOM HAa HHKEIb H FOHERTS

Ay Muk
510 | 656
€ wobaabTa 36400 &> 1240
8 Hukens 5520 17500
UyscTeurenbHocTs fas Co?t (B mxz/cm?) .7 —_
UyscTeuTeabnocTs ans Ni?t (B mxe/cu®) - 3,4

Jas coBMeCTHOrO Onpelleienns HiKeds H Ko0aibra GepyT pacTBop C HX CymMMap-
HbIM COflepKanuemM 5—14 mkz (B pacuere Ha KoHeuHbli 06beM 25 m.1). JKeneso yaaamior
SKCTpPaKuHell ero B Bijle aneTHaaneronara xJopodopmqu npr pH 1,5 (5 ma anerna-
auerona + 5 u4 CHCls). Knenas cpena cosfaercst 100aB/IeHueM B AeJHTEJNbHYIO BOPOH-
Ky 4 na 0,5 N HCIL. Oxcrpakr orjensior, saTeM A00aBJsi0T K BOXHOMY PAacTBOPY 5 M
0,5 N NaOH (pH ~ 2,5) 1 HoBoil mopuseii cMecH alleTu/aneTosa H XJaopopopma yaa-
JIA0T Melb H ocTaBlleecs XKesne3o; pH BoxHoro pacrsopa xosoast fo 3,0 4+ 0,5 no 2,4-
AuHHTpoeHoay, 3aTeM 100aB/IAIOT PAaCTBOP peareHTa H pasGapiasior o o0beMa 25 ma.
OntryecKyi0 MIOTHOCTb H3MepstioT npH 510 u 656 mmx.

Coznepxanusi HHKeNst H KOGaJbTa BHIYHCISIOT MO (GopMyaam:

617 [Co] + 94 [Ni] = Djo;
21 [Co] + 298 [Ni] = Dyss.

2,2-Tuobucarantron [1134]
CHs—CH,—SH

CH,—CH,—SH

X10popOpMHEIH PacTBOP 3TOr0 peareHTa 3KCTPardpyeT KOMILIEKC-
Hoe coequHenue Hukensa NiA, u3 ammuaynoii cpenst npu pH 10—I11,
SKCTPAKT OKpauleH B KpacHblil nper. OnTHYeCKy MIOTHOCTh 3KCTPAK-
Ta H3MePAIOT npu 520 mMmK; coelHHeHHe B XJA0podopme yCTOHUHBO 2—
3 menenn. Mexb, KOGanbT, MalJaiHil MEWIAIOT OMpeNeNeHHIO.

PactBop, comep:kauuii HuKeaAb, NOMEIAIT B AeMHTEILHYIO BOPOHKY eMKOCTBIO
50—100 x4, poGasasior NH,OH o pH 10—11 u satem npr6asasior 5—10 2 0,2 M
pactBopa pearenra B CHCl;. Berpaxusaior cojepiuMoe BOPOHKH HECKONTLKO MHHYT
H OTAe/SAIOT SKCTPAKT. JKCTParnpoBaHine MOBTOPSIOT TPHIKAL B YKA3aHHLIX YCJIOBHAX
H 3aTeM NPOBOAAT elle ONHY IKCTPAKUHIO YHCTHIM Xaopopopmom (5—10 s4). O6benn-
HAIOT BCe IKCTPAKTHL H JloBoAAT o6uuii o6bem Ao 50 ma xaopopopmoy. CeeronorJone-
HHE H3MePAIOT MPH 520 MMK OTHOCHTENBHO YHCTOrO XJA0pohopma.
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Monsipueiit  kosdduuuent norawenuss pasen 1200!'. YyBcTeHTENB-
HocTe 0,8 mxe/cm®.

3. ONPEJEJIEHHE HHKEJISI B BWJE NMHPUJHHPOJIAHHAA

Peakuuss HOHOB [BYXBaJeHTHHIX METalJIOB C POJAAHHMA-HOHAMH H
nupuauHoM (Py) 6bi1a otkpeita B 1922 r. Cnakio [11761. Housl Hukens
06pasyioT B NPHCYTCTBHH 3THX JBYX PEareHTOB MaJopacTBOPHMBIN B
Bozie ocaliok, NiPy,(SCN),, Hcrnosb3yeMmelii 1/is ero rpaBHMETPHUYECKOro
onpenenennst [1178]. Aror ocanok pacrsopum B xJopodopme. CnexTp
Mpe/cTaB/iens Ha pHc. 25.

/)
/.OI-

=
S
T

1 : ==
aon 400 500 800 A, mmw
Parc. 25. Csetonor/ouienHe MHPHAHAPOAAHHI0B METAIVIOR B X0podopme

DTO CBOMCTBO NMHPHAHMHTHONMAHATOB GbLIO HCNOJB30BAHO AJAA  OM-
penesenusi merannos [794].

K 100 ma soasoro pactsopa, copepxamero 20—60 se Ni, noGapnsior pacrpop
pearenTa, cojepxamuii 8 ua nupuauna, 8 ma 10%-noro pacrsopa KSCN u jioBogar
pH no 5—7 poGaBieHmeM e€JKOro Harpa. 3aTeM IKCTPArHPYIOT COECHAHHCHHE HHKeNs
TpeMs mopuHAMH xJopodopma no 10 ma kKaxpasi, NePeBONAT IKCTPAKTEL B MepHYIO
K06y eMKOcThIo 50 Ma H pasGapasior 1o o6bema 40 Ma XJ0podopMoM.

Ecan skcTpakt He Npo3pausH, TO AJS ero npocBeTeHus jobaBaaoT 1 ma
aleToHa H JIOBOAAT A0 METKH UHCTEIM XJopodopmon. ONTHUECKYHO MAOTHOCTH H3Me-
pstor npH 360 MMK OTHOCHTEJNBHO WHCTOrO XJopodopma.

Il 3KCTPAaKTOB NMHPHAMHTHOUHAHATA HHKeJAsl B XJopodopme cob-
Jiofaerca 3akon Bepa. Monspubie kosdxpuunenTsl noramieHus® pas-
Hut 24,5 u 11,1 npu 360 u 580 mmx cooTBeTCTBeHHO. UYBCTBHTEIBHOCTE
no Ceuneny pasna (0,24 u 0,54 me/ma NpH ITHX Ke JJIHHAX BOJIH.

1 Monsipuuii kos(puuUMeHT Nnoramenns BHYHCIEH W3 gaHueX pabote Ceramia

[1134].
2 KosdduunenTs BHUHCIEHB H3 JIAHHBEIX, NPHBEeHHBIX B paGorte [794].
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Pexomenayercst 6path pactBopbl, coaepxamue 50—170 me Hukens.
Kpome Toro, Bosmoxkuo (4311 coBmecTHOE crieKTPOOTOMETPHUECKOE
onpenenenue Cu, Ni, Co, Fe, Mn. Ontuueckyio mioTHOCTb 3KCTPAKTOB
H3MepsIoT B 3TOM cayuae npu 450, 360, 335, 375, 300 mmk.

Ilnsi onpefiesieHHs HHKeNs HCMOAB3YIOT 2-Gen30THas0JHIrHAPaso-
Hbl 2-GensotHasonkapGokcanpieriia M 2-HadroTHa30s-2-Kap6oKcab-
zeruna [1237]. C o6ouMH peareHTaMH HOHbI HHKeJs JAlOT OPaHKeBble
KOMIIJIEKCHBIE COEIHHEeHHSI B BOJHO-THOKCAHOBBIX CPefax. Aya. = 468 B
474 MMK COOTBETCTBEHHO.

[IpuBOAsATCA UPE3BLUANHO BHICOKHE 3HAYEHHST MOJISIPHBIX KOI(HHIH-
eHTOB NOTANIeHHs STHX coelnHeHHil: ana nepsoro £=60240, nas BTO-
poro — £=63950.

4. ONPEJEJIEHUE HUKEJS
C MCMOJIb30BAHMEM A30COEJIMHEHUA M JIPYTHX PEATEHTOB

OpraHuueckHe peareHTH, COjiepXaliue asorpymmy

B CBSi3H C Pa3sBHTHEM METOJOB KOMIJIEKCOHOMETPHYECKOTrO THTPO-
BaHHS HUKeNsl H3yueH Psijl a30COeJMHEHWH KaK HHIMKATOPOB M Kak
PeareHToB JUIsl €ro CHEKTPOPOTOMETPHUECKOTO OMpejesieHHs.

K s70it rpynne cjeiyer OTHEeCTH NMHPHAHIA30HA(TON (PAN). Pea-

FeHT OuYeHb YYBCTBHTEJEH HA MOHbLI HHKEJsi M MPHIOJeH JJis Ompenene-
HHS ero MaJbiX KoauyecTs (=50 000,
Awaxe= 570 mmx (1605, 1142]. Coenn-
HEeHHE HHKeJsl JIerKO 3KCTparupyer-
¢ XJ0podopMOM, 4YeThIpPeXXJOopHC-
THIM yriepoiom, Gensonom npu pH
4—10; xaopodOpPMHEIE 3SKCTPAKTHI
HMEIOT TMOJIOCHl MAaKCHMaJbHOTO ToO-
raomenuss npu 530 u 570 mmx (puc.
26). O6pasyiomeecsi coenunente NiA,
JOBOTBHO ycTofiunpo. B coaGokuc-
Joii cpene mpu pH 4 TOJABKO HOHHI
MejlH , ¥Xenesa M KobajabTa MemaloT
onpenenenuio Hukeas. Ho mens Jqer-
KO MacKHpyeTcst THOCyJab(aToM, xKe-
neso — mupodocdarom. Ecam MPH- pu. 96 Cseronornomenie mipians-
CYTCTBYeT KOOaJbT, TO €ro KOMH- agomadronma (PAN) n ero xommiexca
yecTBO MOKeT OhIThb YUTEHO, TaK Kak ¢ HHKesem B Xjaopodopme
MaKCHMYM CBETOTIOIJIOUEHHs —coe-
AMHEeHNUs KoOaabTa HaxoAuTes npH 630 mmk. Jlns onpenenenus HHKeIs
B NMPUCYTCTBHH KOGalbTa CHAYala H3MepPSIOT ONTHYECKYIO MJIOTHOCTh
npu 630 mmx, a sarem npu 570 mmx (cymma Ni + Co); nocne BbIYHTA-
HHSI ONTHYECKOH MJIOTHOCTH, OTBeuajollell colepxaHuio KobanbTa, BH-
YHCASAIOT KOMHYECTBO HHKens. MoHel KaaMus, UMHKA, Mapraiua u Xpo-
Ma OGpa3yloT COeJMHEHHsSI TONLKO B caabomenoynofi cpese (pH 3).
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Jlis onpejeneHHst HUKEIS HCHOMb3YeTCA TaKkKe NOBOJbHO 4yBCT-
BHTe/IbHLIN a30KkpacHTeab conoxpom Kpacubiit ERS [791] (510 uux =
= 13 200). Huxenn o6pasyer coefiHenne B ci1aGOKHCION cpene; Meraior
ONPEAVIEHHIO TONBKO XPOM M Kene30 B He3HAUYHTEJbHOH CTerneHH.
Memraer xommnegcon III.

Jlunatpuesas coJb 3THI-Ouc-(5-TeTPa3oynaas30)yKCeycHas KHCJIOTa
1807] ofpasyer ¢ HOHAMH HHKeJs KOMILVIEKCHOE COeIHHEHHE

Na Na
| |
N —N i N—N
| 5 | Vi I
l e N NN SO i - 3Hs0
Y l AN
N—N CO4CsHs N—N

¢ MaKcHMyMamH csetonoryiomenyeM npu 410 u 505 mmx. Pearent Bbl-
cokouyBcrBHTeeH (e = 27 000). Peakiuu Memaior Meib, HHHK H KaJMHii,
He MOTVIOIIAIOT KeJle30 i KoGanbT B 06/1acTH MaKCHMAJIBHOTO NOIJIOLLe-
HHsI KOMIJIeKca HHUKens. Pexomenayercsi murepsan 3uauendud pH or
6 mo 9.

Jlna cnekTpoOTOMETPHYECKOTO OMnpefeseHdst HHKeas MpHMeHs -
10Tcs MasousOuparensusie nupuaus [222) u 2,2-nustuaenamun [1273]
(H,NCH,—CH,),NH. ITocnexuuii oGpasyer ¢ HOHAMH HHKelsl KOMI-
JieKe (hHOJIeTOBOrO IBeTa ¢ MAaKCHMYyMOM CBeTonorJiomennst npu 540 u
880 mmx; n1si OKpalleHHBLIX pacTBOPOB coGiiofaercs 3akoH Bepa B HH-
Tepsane Kouuenrpauuit 0,01—0,06 2-uon/a. Menn, Mapraunen, Xpom Mme-
LIAl0T OnpeleneHtio, TaK KaKk o0pa3yloT OKpaileHnsie B roay6oii, nyp-
NypHLIA H 3KeATHIl usera coeaunenns. Peagumio mpoeoasit npu pH
6—14. Keneszo (III) u onoso (IV) rupponusyiorcs npu Takux sHave-
HHAX pH, ¥ HX HeoGXOXHMO OTAENHTH.

Hukenb moxer GbITh OnpejieNed STHM PeareHToM Hapsany ¢ Kobajb-
TOM B OJHOM pacTreope. BHauajse H3MepsilOT ONTHYECKYIO IJIOTHOCTh
coeuHeHns HUKens npu 850 mmk, rjie He MOTJIOmaeT KOMIIeKe Kobasb-
Ta, 3aTeM H3MePAIOT CYMMapHOe MNOIJIONIeHHe HHUKeas M KobanbTa
npu 460 mmk. [locne BolMHTAHMA NOMVIOIEHHS IS HHUKEJAS HaXOMAT
cojlep:kanue KobajabTa.

N,N-6uc-(0-aMHHOGEH3HAHAMH)ITHICHHAMHH  0o6pa3yer ¢ HOHAMH
HHKeNs OCal0K KPacHOro usera, 3KcTparnpyeMuiii B Genzone [938].
[Tonoca MakcHMabHOrO CBETOINOIVIOIIEHHSI HAXOAuTcA npH 486 mmK.
Onpenenenuio ne memaior Al**, Cr**, Cd*', Mn*", Zn*', Sb!I. Boib-
uIie KOJMYecTBa ¥KeJe3a MAacKHPYIOT BHHHOH kucaoroil. Memaior Co**
1 Cu*'. Yyscreureasuocts pearenta 0,2 mxe/ma.

Mpoune opraHHYecKHe peareHTHl

s onpenenennst nHukesns npuroged mypekcun [370]. On B3anmos
JledcTBYeT ¢ HOHAMH HHKeJsi B aMMHauHOil cpefe, o6pasyercd OpaHiKes=
BO-KeJIToe COelHHeHHe.
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Turpylor 10 s ammnausoro iucnwviryemoro pactsopa 0,02% -HbiM pacTBOPOM MY-
peKcuaa Ao NOSIBJIEHHS OPAHKEBO-JKeNTOr0 OKDPAWHBAHMA H CPABHHBAIOT OKPAcKy ¢
cepieil CTAHAAPTOB, KOTOPbie FOTOBAT CaeAyrouHm ofpasom: B 10 1poGHPOK € MI0CKHM
[IHOM H [IPHTEPTHIMH CTEKJIsiHHbIMH NpobKaMu BHocstT o 10 ma craugaprHoro pacrsopa
COMH HUKeAs ¢ coflepaanneM B 1 ma coorsercrBenno 0,55 1,0; 1,6... 5 mke Ni. 3arem
B KamLyio 11 poGupKy npubasasior no 1 sz 0,5%-#oro pacrsopa NHOH 1 nepemeru-
BAIOT CoflepuMoe NpobupKit. [Ipubasasior B Kamiyio npodupky ot 1 a0 10 ma 0,2%-
HOro BOJHOrO pacTBopa MYpPeKCHAAa H CHOBA [epeMellHBaIOT.

O6uapyxupaembiit MuHHMYM 0,2 Mxe/ma. Onpesenennio MELIAIOT Ke-
aeso (II u III), ko6anbT, CBHHEI U Maprasell, €C/H [PHCYTCTBYIOT B
foablHX KoanuecTBaX. CO/IM LIHHKA M MarHus MewaiT Jlaxe npH Ma-
JbIX KOHIeHTPAIHAX.

Hukenb MomxeT Gbith onpeienen dopmaibiokeumom 12811, koro-
pulii ofpasyercsi B pactBope [pH B3auMOJEHCTBHH (opMasblernia
IHAPOKCHIIAMHHA.

K 10 ma cepuokuciaoro pacrsopa, cofepauiero 0,1—4 sme Ni, 106aB/isior oiny
Kallo pearenta (cmech 3,75 ma 40%-noro dopmannua, 3,5 m4 THADOKCHIAMHHA H

3,75 M4 BOAB; HATPEBAIOT Jlo Kunenus) B npucyrersun 0,4—1,0 N NaOH. Hamepsior
ONTHUECKY IO TJIOTHOCTh 3@/IEHO-JKeIThIX PacTBOPOB.

JIns GOTOMETPHYECKOTO ONpeleseHHsl HHKEIs #Cno/b3yeTcs TaKKe
HHTPO30CATHLMIOBast Kucaora [594)
COOLH

|
( \‘--01-{
L /=NO

Huxenp o6pasyer ¢ 3THM PeareHTOM OKpallleHHOe B KPACHBIH 1BeT pa-
CTBOPHMOE B BOJE COCAHHEHHE C MAKCHMYMOM CBETONOIVIOMIEHHA TNpPH
500 mmk (O6LIYHO OMTHYECKYIO MJIOTHOCTL 3TOTO COEJHHEHHS H3MEPAIOT
npu 520 mmk, TaK KaK NpU STOM He Meraer H30bITOK pearenta). Okpac-
Ka pactBopos craGuabha npu pH or 5,0 10 5,8 B TeueHHe HELCNH.

MuOrHe KATHOHBI MelaloT ONpeieseHHIo HHKeNs, Takke o0pasys
OKpaiieHHble KOMIIeKchl. KofanbT Meulaer, ecaH ero KOJHYecTsa
npesblaloT 1 Me; Melb caeiyer yAaddaTh HIH, H3MEPHB IOIVIOUICHHE
pacTBopa, MoJAyYaloUIerocs B KUC/IOH cpesie (pH 4), 3areM BbIYHTATE €TO
13 CyMMapHOil ONTHYECKOH MJIOTHOCTH PacTBOpa MeIH M HHKeIs npH
pH 5,0—-5,8.

Onpenenenmio e Mmemawor Ag -, Ca®’, MnOj, K', Na’, Cror,
Als, Cdet, Cl-, NH3, SO, NOj, Hg*', Mg*, C.Oi PO}, Ias
pacTBOPOB KOMIlIEKca HHKelsi cobmiofaercs 3akon Bepa B unrepsasne
konnentpamuit 2—0,13 xe/100 ma.

Wons nukenst oopasyior ¢ okcamuiom [906] NH,COCONH, B me-
JIOYHOI cpejie OKpallleHHoe B KeJThifl uper coeiunente. Murencupnoctn
OKPACKH yBeJMYHBAeTCSA ¢ NpHOaBICHHEM 5TaHONA HIH 3¢upa. Peak-
MHH MEWaloT KaTHOHBI, OGpa3yloiHe B 1EJ0UHOI Cpele OKpalleHHbLIe
rHAPOOKHCH. Bo3Moxkno QoroMerpuyeckoe ONpeleneHHe HHKEMd B
BHIE COeNMHEHHS ¢ okcaMugoM. Mmeercsi paGora no (oToMeTpHposa-
Hilo KoMmmsiekconara nukenas [1003].

9  AmanuTnueckad XUMHA HUKEs 00
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Onpepesende HHKeJs HEOPraHHYECKHMH PeareHTamu

Huxenb B pacTBOpax ero YHCTHIX COJell ONpefefsiioT CuekTpodo-
TOMeTpHYecKH (o 3eqenoil oxpacke). [IpH BBRICOKOH KOHUEHTPAaUHM
HUKeJsl PeKOMeHayerca paGoTatb ¢ PacTBOPOM mepxJopara HHKeJs
1450), onpenensis ero meromoMm IHdxpepeHIIHAIBLHOH CIeKTPo(OTOMET-
pun [761, 863]. B amanusupyeMoM MaTepHale MOMKET COAEePKaTbCs
‘08—100% wnukens (cnekrporpaduueckuit ¥ SJCKTPONMTHUYECKHH HH-
Keab). Toynocts pesyasratoB —+0,05%.

Tlepxsopar HUKeJs MMeeT IBA OTUETJNHBBIX MaKCHMyMa MOTJIOLLEe-
HUg npu 395 u 720 mmx (puc. 27). B obGmactH KOPOTKOBOJHOBOTO

3 MAKCHMYMa OMpeIeJIeHHIO MelaeT HOH

XpOMaTa, HO HE MEeIIalT Melb M KO-
99r i GanbT.

Lo Kpome mepxsnopara MOeT OLITb

S TAKXKEe HCHOMb30BaH Ccynb(haT HHKe-
Jisl, XapakTepU3YIOUIUHCsl TaKHMH
JKe MOMI0CAaMH MAaKCHMa/JlLHOTO IOr-
JIOILEHHUS.

Mertox ananHza cMeceil HHKENA B
K00aJbTa OCHOBAH HA TOM, YTO MaKCH-
MaJbHOe TOTJAOLIeHHe cyJbpara KO-
Ganbra Jewur npu 510 mmx, a HuU-
keasa— 395 u 720 mmx [1175].

Hukenb MOXKHO OmpeiensT H B
Buje xaopuaa [1143], cnekrp pacr-
sopa koroporo [3831 ananoruuen
\, crekTpaM cyabdaTa HIH nepxJaopara
5 = Huxeﬂéqmﬂpu KOHUERTPALHH XJIOPH-

— L L Ja > CIEKTP pacTBOpa MeHsieTcs.
o i 4 A, OnpeieneHnio HUKeJIs B BHIE CYJb-
(data H XJIOpHAA MelAlT XJOPHI
aMMOHusl, OOpPHAA KHCJOTa, cyabdar
natpua [1192].

JIOBOJILHO IIMPOKO MPHUMEHsieTCs METOX (GOTOMETPHYECKOro onpeje-
JleHusi nuKeJs npu momomy amMuaka [432, 702, 9451.

Oxpamennbii  kommuere Ni (NH;);" Obl1 TpeIOoeH 175 ompe-
JeseHus HHKeNs B crTaasx # pyAax (4321, Ontamanbrbie KOHUEHTpaA-
nuu Hukeas 200—2000 me/ma. OjHAKO C M3MEHEHHEM KOHUEHTPALHH
aMMHAKA H3MEHAIOTCH MHTEHCHBHOCTb H XaPaKTep OKPAacKH pacTBOPOB.
CpaBHMTENIBHO TOCTOSHHA ~ONTHYECKas IWIOTHOCTL PaCTBOPOB IPH
2,5N NH,OH (¢pnonerosnii user) u 1,5 N NH,OH (roayGoit LBET),
Honbl, ofpasyloiiue OKpaiieHHble aMMHAKATEl, MEIIAIOT ONPELETCHHIO.
Mamepenuss Ha crneKTpooTOMETpe MPOBOJAAT MPH JUIHHE BOJHDLI
582 mmx [944]. DroT MeToA TNpPHMEHAETCA s ONpPeJeJNeHHA HUKEsi

B craau [432).
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Pue. 27. CseronorJyonienue
NepXJI0paToB HHKeNsl H KoGaslbTa
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Oxpacka pacTBOpOB aMMHaKaTa HHKeasl YCTOHUHBA 1O 4 Heleab
[945).

Conep:kanue NiO B crekse onperensiloT HENOCPeICTBEHHO MO MOr-
JIOIEHHIO cBeta STHM crekaoM [5701.

g 5. ONPEJAEJIEHHE HUKEJIA
METO/IOM MH®PAKPACHOW CMEKTPO®OTOMETPHH

Hitsi onpepenenHa HUKeNA [PHMEHAIOT ABYHATPHEBYIO COAb 3TH=
JeHIHAMUHTeTPAYKCYCHOH  KHCAOTH. ONTHYeCKYl0 IJIOTHOCTH —pac-
TBOPOB HHKenss wuaMmepsior npu A = 1000 mmx [495). Coennnenus
GonbIIMHCTBA MeTannoB ¢ KoMmmiaekconoMm III me mormomator ay-
YMCTOH 3HEPruH B 5TOH o6aacTH. TakuM o06pasoM, HUKEIb MOKHO
onpeesifiTb B NPHCYTCTBHH aJIOMHHHsA, GEPHIIHSA, KaAbLUA, KagMus,
xpoma, xenesa (III), pryri, Mapranna, CBHHIA, CTPOHLHUS, TOPHSI M
uupkonus. Toabko KOGajibT, Melb W kene3o (II) mewmaior onpenene-
mio (ux oraensitor xpomartorpadmuueckn Ha amGepaure IRA-400).

Ecau na npumeceit npuCyTCTBYeT OAMH TOJbLKO KOGasbT, TO €ro
MOKHO MACKHPOBaThb HHTPO30-R-coanio. Kpowme TOro, onpenesnenuio
MelaloT LepHit, BHCMYT, cepebpo, Gapuil M BaHAIHH.

[Tpu OTCyTCTBMM MeIIAONIMX MeTaunJoB OmHGKa Meroja cOCTaBJis-
er 40,06 mMe. MHHHMaIBLHO ONpeJeNisieMoe KOJHYeCTBO HHKeJs PaBHO
2 me.

Ornpenenenye HUKenss N0 HHOPAKPACHOMY CHEKTPY €ro coeIuHeHHS
C aHTPaHUNOBOH KHCJIOTOH npoH3BoAaT npH 9,35 mx 19961. dror merox
yno6eH mas aHanusza GHHAPHBIX cMeceft HHKeNst ¢ Me[bio, IIHHKOM, KO-
0a/bTOM, KaiMHeM, >Kene30M, MapranieM WM PTyThIO, TAK KaK aHTpa-
HUJATy KaxkJIOTO 3JeMeHTa NMPHCYIA CBOS T0J0CAa NOIJOUIEHHS B HH-
dpakpacHoii 061acTH CcHeKTpa.

HMousl HUKeNst M OJXHOrO H3 HA3BAHHLIX 3JIEMEHTOB OCAMKIAIOT aHT-
PaHHJIAaTOM HATPHsi, OT(UIBTPOBAHHLIE OCAJKH BHICYLIHBAIOT H H3Me-
PAIOT MOTVIOIIEHHE B fyelike U3 6pomuna kanua. OurnGra onpenenenus
He npesbiiaer 2—5%.
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Faasa VII
NOJIIPOTPA®HUYECKOE ONPENEJIEHHE HUKEJS

Monb! HHKeNs BOCCTAaHABIHMBAKOTCA B BOLHBIX PACTBOPAX HA Kalelb-
HOM PTYTHOM 3JIeKTpPoJe HA (oHE cosell MIeNOUHBIX META//IOB, a TAKKe
8 PacTBOPax ero KOMILIEKCHBIX CO€IHHEeHHH — aMMMAKATOB, POJaHH-
708, NHPHAHHATOB H IP.

[Torennuan mnosyBo/nbl JJISl HOHOB rekcaruapara nuxens Ei, =
= —1I,1 & (gacemr. KCI). [Tpu 310M HAGMIOAAETCS XOPOUIO BbiPaxeH Hblit
Iudby3HOHHBIH TOK, BEJHYHHA KOTOPOTO NPONOPUHOHANBHA KOHIEHT-
pauuH HUKENA B NPHCYTCTBHU KEJATHHBI, METHJIOBOIO KPAaCHOTO MJIH
APYTHX TOBEPXHOCTHO AKTHBHBIX BelllecTB, N0GABAAEMBIX /sl MOJAB-
JIEHHS] MaKCHMyMa Ha NoJsporpaMmax.

['uapaTupoBatHbie HOHbl HHKEJNs BOCCTAHABIHBAIOTCH HEOGPaTHMO.
Xora noasporpaduyecKoMy MOBENCHHIO HHKENIS MOCBSLIEHO GOMbIIOe
yucsio pa6or [175, 11841, ognako 3TH METOALI PEAKO HCMONL3YIOTCS
IJI KayecTBeHHOTO OGHApyKeHHd HHUKeNs, HO HMeloT GO/Iblioe 3Haye-
HHE ]I ero KOJNHYECTBeHHOrO OmpejeseHus.

Honpl HMKesst JaI0T XOPOIMIO BbIPAXKEHHYIO BOJNHY B NPHCYTCTBHH
aMMHaka. B kauecTBe NOBEPXHOCTHO AKTHBHEIX BeILECTB MPHMEHA-
10T arap-arap, CToJqspHuIil kieil, enatuny ¥ 1p. T1pH 3T0M norenunan
TIOJYBOJIHBL CHErKa 3aBHCHT OT KOHUEHTPaluu aMmMHuaka (tada. 49).

Tadaumna 49

3uavedne E,, B aMMuaunbix pactsopax [1184]

KonueHTpanud beu[ecTs ‘EI;E y O
Ammuak 1N
Xnopua ammonns 1N —1,135

(NasS0; |- kenaruna)

Ammuak 0,1
Xanopua amvonus 0,28 —0,90
(0,005 M CaCly; 0,01 9% -ubiii
arap-arap; Na,SOs)




Ammuaunbli GOH ya00eH IS COBMECTHOTO OnpefieJieHHs HHUKeId H

unnka 12391, B orcyrerBhe ammuaka ES'= 1,0026, E)'= 1,0 s.
Onpako Takoe onpeesieHHe BO3MOMXKHO B NPHCYTCTBHH aMMHaka, ecyH
collepKanHe OBOMX 3/JeMeHTOB NpPHOAH3HTeNbHO OAHHAKOBO [175].

Ha done amMMHaka Takmxe pasjensiorcsi noasporpaduyecKve BOJHBL
HHKeNs H Ko0ajbTa, MO3TOMY HHKENb MOXKHO ONpefe]siTh B MPHCYTCT-
BHH mocJennero [164].

Brio n3yyeHo BAHsiHHE Pa3MHYHbLIX JOGABOK Ha BLICOTY BOJIHBI HH-
Kens B ammuaunoil cpene [193). Ha goue 0,1 N auerata amMouus,
KotopoMmy nofasnensl ammuak (pH 8,5—9,5) u meruHnosblil ¢uoaero-
BRI, MOXKHO TIO/Iy4aTb XOPOIIHE Pa3fiesbHLIe BOJIHEI HHKeNsi H IHHKa.

BonHa HHKens B KOHIEHTPHPOBAHHBIX PAcTBOPaX XJOPHAOB CABH-
raercs K GoJiee MOJOMKHUTENIbHLIM 3HAUCHHAM TOTEHIHANIOB MOJYBOMH,
YTO yKa3sbiBaerT Ha 0Gpa3oBaHHe KOMIIeKcHOro xjopuaa [1026].

Ecnu pacTBOp COACPIKHT MHPHIHH H XJOPHI NHPHAHHHSA, TO HHKEb
MOMKHO OTpeNe/isiTh B NMPHUCYTCTBHH GOJBIIHX KOJHUECTB KOOANbTa, Tak
KaK MOTEHIHANE TI0JYBOTH STHX 3JeMeHTOB pasnuyaiores Ha 0,3 8 (ED =
= —0,8 6; E” = —1,11 6) MoXuo onpenenstb HUKeb B MPOLYKTAX
KO6a/nbTOBOro rnpoussojcrea (2681, TlHpuInm, comepKaimiuii PacTBop
HHTpara OapHsi, NMpPHMeHsJCcA Kak (OH LA OnpelejeHHss HHKEIA B
yyryne ¥ cranu [848]. Ha done nupuiuua, Xa0puaa i poranuaa Kaaus
HOHBI HHKeJA JaloT XOpoIO BhIpaKeHHylo Bosmuy [277].

B 1 N pacreope KCN noreniian nonyBoassl HHKens pased —1,44 a.
C yeemuuennem koHuentpanun KCN noTeqnuas moJyBOJNHEL CABH-
raetcd K GoJsiee MOJMONKHTERbHLIM 3HadeHusM [78, 7731, Llmanuausiii
(OH YLOOGHO HCMNONMbL30BaTh TIPH ONpeJeJeHHH HHUKeNs B NPHUCYTCTBHH
MelH M LMHK4, TaK KakK TOC/TIefHHe He JAOT BOJHBI BOCCTAHOBJEHHS.

Onpenesnenye MaaLX KOMHYECTB HHKENS B PAacTBOPaxX, COAEpIKaLIMX
GOJIbIIOE KOJNHYECTBO MEJH, PEKOMEHAYeTCsl NPOH3BOAMTL Ha doue I N
KCl 4+ 1 N NaOH, npu mo6asienuu Na,SO,; u menatunn [956].

Ha ¢one ponanuia xanus noisporpamma JJsi HUKeJst HMEeT CJO0MK-
Hblit xapakrep [1218].1Ipn HH3KHX KOHIEHTPALHAX POJAAHHI-HOHOB
(0,02—0,01 M) na nossporpaMme NOSIBJSIETCS BTOPasi BOJHA. 3Haue-
nue Ey, nas nepBoil BosHBI Haubosee noaoxurensHo B (0,2 M pactso-
pa KSCN u cranoButcsi Golee OTPHLATENLHLIM C yBeJHUEHHEM H ¢
yMenbirennem xkonuentpaunn KSCN. Ha ¢gone KSCN 4 KNO; ¢ 06-
uieii KoHuentTpaumnei snexrpoautos 2M npu no6asiennu 0,005%-Horo
pacTBOpa KeJaTHHbL MOJYYaloTCs TaKHe JKe pesyJbTarhl, Kak H Ha ¢o-
He KSCN + KCI. -

Xopouro BhlpakeHHaa BOJIHA JJIsl HHKEIs moaydaercst Ha (oHe pa-
creopa 0,1 N anerara ammonus -+ 0,025 N KSCN; na stom done
MOMKHO OTpeNeNsATh HHKeJNb B TPHCYTCTBUH NPHMEPHO PAaBHLIX KOJIH-
YEeCTB IHHKA H Ko6Gaybra. 3TOT (POH HCNONb30BAICA JU/IS ONPeNeIeHHs
HHKeJss B pacTuTenbHoMm Matepuane [1195].

: P]onalm,unmﬁ KOMILUIEKC HHKE/si BOCCTaHABJMBAeTCsi HeoGPaTHMO
5881.
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[Mpu coueranun popanuanoro (0,1 M KSCN) u TaprparHoro
(0,04 M) ¢ona HuKeIb MOXKeT GLITh Olpelle/ieH B MPHCYTCTBUH Keje-
3a [830], manpumep B deppuTax.

B 1 N pacrsope okcanara u B 1 N pactBope TapTpaTta B OTCYTCTBHE
pOJaHHIa HOHBI HHKeNsl He BOCCTAHABJHBAIOTCA, HO IPH OJHOBPEMEH-
HOM MPHCYTCTBHH aMMHaKa MOSIBJSETCS YeTKas BOJIHA, KOTOPYIO MOXKHO
HCTONB30BaTh [837] A ompesesieHHs HHKeJIs B PacTBOpPax, cojepika-
MHX Mapraser.

Ha ¢one cy/abpocamiunuIoBoil KHCJIOTH ¢ JI00aBKOH aMMHaka
(NH,OH-+1 M NHCl) wau nupuxuna (0,5 M Py u 1 M NH,CI) aerxo
onpejeseTcA HHKenb B TPHCyTersHH kenmesa [1036]. IMoreniuasst
NONYBOJIH MpHBefeHbl B Tabia. 50.

TatGauwa 50

[Morenuuans moaysoan (8) Aaa HUKeas

H XKeJjesa
Cpena \ Keneso \ Huxkenab
Avmpaunas —0,6 — 1,0
[Tupuanu —0,2 —0,8

o 0,05 mxe/ma Hukens B npucyTcTBHH 100-KPaTHBIX KOJHYECTB
mend H 400-KpaTHEIX KOJIHYECTB KOGaJbTa MOXKHO ONPENEIHTH METOLOM
Inddepenupanpuoil  noAApOrpaduu [72]. Boii npersioKeH OCLMIIO-
rpaguueckuil Bapuant sroro merona [1371].

KaTanuTHyecKue BOJIHbI [IPH BOCCTAHOBJEHHH HA PTYTHOM Kare/b-
HOM 3/IEKTPOJI€ HEKOTOPBIX OPraHHMYECKUX BELIeCTB B NPHCYTCTBHH HO-
uoB nukenas [490—500] uan koGanbTa HCNONL30BAHBL ISl MOAAPOrpa-
(hHyeCKOro OmpenieNeHtst MaJbiX KoJuuecTs nukeas [317].

MukpokonuenTpaunn Hukens (1o 1077 M) onpenensior ¢ Hakom-
JleHHeM Ha PTyTHOH Kamime. CymHOCTh METOja OnHcaHa B 0030pax
CrpomGepra [305], Ky6nuka [874], HeGa [997], Cunaxosoii [294].

Brepsuie Kemyasa [829] nonmyunn anoanbie syGubl HHKeas HA QoHe
0,01 N KCl meromoM amanbraMHoi noJsiporpaduu ¢ HakKOIUIEHHEM Ha
pTyTHO# Kamse. BriocmenctBuu Takue 3yOupbl GbLIH NMOMYYeHD! Ha oHe
0,1 M KSCN [110].

B nocaeanue rons onyGaHKoBabl paboThl N0 NMOJAPOT PapuiIecKOMy
ONpeJe/IeHHIO HHKe/s B pAje GHOJOrHYECKHX OOBEKTOB: B PAaCTEHHAX
[1213], maprapume [337], kopmax [520, 1165]. :

OnpeneneHne HuKeas B cransx. Hukens B crajnsix M crjasax on-
penensior [1062] B pacTBope, coxepiKalieM XJIOPHA NHPHIAHHHS H XJIO-
pHI aMMOHHA. [loTeHuuan nosyBOJHBEI Ans HHKens pasen — 0,5 e.

0,1 2 cranu novemaoT B KOHHUECKYI0 KoaGy eMKoctbio 100 M2 H KHIATAT CHavasna
¢ 5 ma HNO; (1 : 1) u sarem ¢ 5 ma HCI (1 : 1). Ilocse pacTBopeHHs crain pacTBop
BRITapHBaioT JlocyXa. Ocratok pacteopsior B & sz HCIL (ya. . 1,19), npubasasior

134



0,25 2 CepPHOKHC/ONO FHAPA3UNA W cnoBa Bumnapusaior. K octarky npuausaior 3 ma

HCI (1 : 1), 50 ma BOABI, pacTBOpP HArpeBaloT H, He OXJamAas, NepejHBaloT B MEPHYIO

- koa0y emkoctsio 100 aa. K pacteopy fo6apasior 5 ma nHPHAKKA, 3 & XJI0PHAA aMMO-

- muA, 5 ma 1%-Horo pacTBopa XKeJaTHHbI, JOBOAAT 00beM A0 METKH BOAOH W TUIATENb-

" HO TlepeMellMBAIOT; YacTk pacTBopa OTPHALTPOBLIBAIOT, NOMEMAIOT B 3JeKTpPoaH3ep
i noasgporpadupyioT.

Conepikanue HHKeNss HAXOMAT METOAOM J00aBOK HJH CPaBHEHHEM
. ¢ HOpMaJZAMH cTaiy wan cnaasa. [IpofOMKHTENbLHOCTD OnpeleieHis
- 45—50 MHH.
. M3BecTHbl MeTOJbI Onpenenenus nukens B deppurax [830], B TBep-
~ gbIX MarHMTHBIX cniaBax [589), B kaponpounbix cramsx [1146].
Onpejleienne HUKeAs B MeTaliHyeckoii meau [295, 1213]. Menb
pacTBOPAIOT B a30THOH KHCIOTe H GOJBIIYI0 YACTbh MEAH BBIICAAIOT
snekTposin3oM. B pacTBope mocje 3JeKTPOJH3a ONpelensiioT HHKe/b.

PactBop nocae OT/Ae/lennst MeAn TepeBOAST B CTAKaH, BHNAPHBAIOT J0 NMOABJIEHHS
napos H:SOs 1 cyxXoii octatox cierka npokasnsaior. K ocratky npuansator 4—5 ma
HCI (1 : 3) u narpeBaior ero o pacrsopenns codeii. [Tocje 3T0Oro K pactBopy npHJ/iu-
BaioT 25 M4 BOABI, TEPEHOCAT ero B MEPHYIO Ko/Gy eMKocThio 50 M4, HellTPATH3YIOT
onuentpupopasnpi NHiOH no unaukaropy, npuaupaior eue 5 sa NHaOH'u jo-
BOAAT oObeMm [0 MeTKH Bojoii. IloJyueHHBI pacTBOp TULATEALHO TepeMelHBaioT.
OrGupaor 20 ma pacteopa, npubasisior 0,5—0,7 e cyabdura natpus, 5 Kanerb
1%-Horo Kaesi, nepeMelIHBAIOT H MoJAsporpabupyior.

Hmeiotest paGoThl 10 ONpeieIeHHI0 HIKeas B 4epHOBOi mMenu [787]
u ee cnaasax [95].

Onpejenenne HHKeNsl B MeTaMIHYeCKOM KobaibTe M ero coasx
[903]. AnanusupyeMblii MaTepHaJ PacTBOPSIOT B a30THOH KHCJOTe,
COJIH TEePeBOAAT B XJOPHAL H NOJAsporpapupyior Ha goue Xjaopuia
NHPHIAHHNSA, He OTAeaAs KoGalbT. I1peHMyliecTBOM MeTOAa ABIACTCH
ero Gsicrpora [268]. =

K ocratky xsopuios npuinsaior 30—50 M2 BOAH, NePeHOCAT B MepHylo Ko.iGy
eMKocTio 200 a1, AOBOAAT 00bem A0 MeTKH BoJoii # Xopouo nepememnsator. Or6u-
paloT nuneTKoil 25 M4 pacTBopa B MepHYIO KoiOy eMKocThio 50 ma, npubaBasior 2 ma
Touno pasGasaennoft (1 : 1) HCI, 2,5 sa mupuauna, 2,5 sa 0,2%-noro pactBopa *ena-
THHBI, JOBOAAT 00BEM A0 MeTKH Bofoi, mepememnBaior. 20 w4 pacrtBopa ofpuiaLTpo-
BBIBAIOT Yepes CyXoil (PHALTP, NOMEllAlOT B 3JeKTPoJIH3ep | HoC/ae NpolyCKanns B Te-
yeune 15—20 mHH. Boopoaa novsiporpadupyior.

Ony6aukopan Ppsg paGoT no moasporpapuueckoMy —Onpenese-
umio HEKeas B ypane [783, 1099], sonore [1043], kpemunn [1042],
uupkonun [427, 1215] n ero cnnasax [385, 427], a Takke B Jerkux
cnaBax Ha ochHoBe ajiomuuHsa [640]1, B maruuu [219], B snekrponu-
THyeckHX Baunax [579], crounsix Bogax [1052] u Apyrux npoMbiuLieH-
HBIX OTXOAAaX.

OnpejieleHHe HHKEAS B TOPHBIX TMOPOAAX, NOYBAX, MKHBOTHBIX M
pacTHTENbHBIX Opranuamax. MeTo] onpejesenHsi HHKENsi B YKa3aHHBIX
oGbeKTax, paspaborannbiii Mamoroit [198, 199], ochoBan Ha ero oOT-
NeJICHHH OT JKeJe3a, THTaHa, aJlOMHHHS, MAPTaHia H APyruX MeTasjioB
pyGeanoBOJOPOAHON KHCJIOTON B TNPHCYTCTBHH JAMMOHHOH KHCAOTHC
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nocJenyomuM noasporpaduposannem na doue 0,02 N NHCI, 0,1 N
NH,OH #u 0,005 N CaCl,. O6buHO OIHOBPEMEHHO UNPEIeasIOT Meib,
KajaMmuii, HuHK, KoOanbT. KobanbT Memaer onpeleeHHio UHHKA, 03TO-
My BBOJSAT elile Olepaluio OTaeNeHHs KoOanbTa 1-uuTpo30-2-Hadro-
JIOM.

IMopoay wnu nouBy criapasior ¢ Na,COg, NPOAYKTE OpraHHYecKo-
ro NPOUCXOMKICHUS (pacTeHHsi, }KHBOTHBIE TKaHH) O30JSI0T B Mydese
npu Temnepatype ue seime 900°C, 3oay pactBopstor B HNO; man
HCI [295).

Consnoxuciabii pacTBOp nocse OTAeNeHHS KPeMHeKHCJIOTH NepeHOCAT B crakaH
emKkoctbio 300 ma, npubasasior 5 s 10%-noro pacrtBopa JHMOHHOH KHCIOTHL U
NH4OH 1o cnaGomenounoii peakunn. 3arem npuaunsaior 5 mz 0,6%-Horo pacrsopa
py6eanoBoAOPOAHON KHCJIOTH M OCTABJISIOT CTOATE 0 BhilajieHus ocaaka. Brmasumii
XJIONbeBHAHLIN ocaflok pyOeaHaTOB MeTassioB (MellH, KaAMHs, HHKelsd, Kobaabra)
OTQUIBTPOBHIBAIOT Yepe3 IIOTHBIL (uabTp H npombiBaioT 1% -Huiv pactopom NH.Cl.

@PUALTP NepeHoCAT BMeCTe ¢ 0CAJKOM B MaJeHbKYIO KBapIeBYIO WalIKy, cjerka
MOACYIIMBAIOT i CKHTAIOT HA NIinTKe. K cyXxoMmy oX/JaMJeHHOMY OCaiKy HpPHJHBAIOT
2 ma HNO;s (va. B. 1,40), 2 ma HeSOy4 (1 : 1) u narpeBaiot Jo Bufeaenns napo HaSO;.
ITocsie 37010 yamiKy ¢ CYXHM OCTATKOM ITOMelaloT B My(enb H npokaansatoT npu 450° C.

Io oxnaxpenun ocratok pacteopsior B 2 ma HCI (1 : 1) u pactBop Beilapupaior
mocyxa. B wamky npuanBaior 2—3 ma BoAbl, TePeHOCAT PacTBOp B CTaKaH eMKOCTbIO
50 ma w pobasasior 5 ma 80%-noro pactBopa ykeycHofl Kuchors, 0,6 ma 30%-noro
pactBopa I-nurposo-2-nadrona u pas6aBasior pactBop fo 10 ma. 3ateM crakad nok-
PHIBAIOT YaCOBHIM CTEKJIOM H pacTBop HarpeBalor | uac na Boasmoli Game npu 80° C.

[To oxnaxpenun npuauear [ ma 12%-uoii HCI ansa pacTBopedns coeflHHeHHI HH-
Ke/ist (H APYrHX MeTa/JioB), KOTOPble MOIJIH BhNACTek B ocafok. Ocafgok oT@uabTpo-
BbIBAIOT Yepes Ge330abHbIH QHIBTD, KOTOPHIN 3aTeM NpoMbiBaioT 2 pasa pactBopom HCI
yKasanHoll KonuenTpanuu u 3—4 pasa ropsideii Bofoil. ®HAbTPAT yNapHBAOT 0 He-
Goabuioro obvema, npuansaior 2,5 ua HeSO4 (va. B. 1,84), ynapusaior 10 nosBaesns
napos HeSO4 u pasnaraior ocTaBliHecst OpraHHueCKHe COEJHHEHHS HECKOAbKHMH
Kanasmu HNO,.

Ocagox BvecTe ¢ (QUABTPOM HOMEUIAIOT B THTeb, NOACYIIHBAIOT HA [AHTKe H 3a-
TeM NPOKANNBAOT B My(pesbhoit meun. THrelb oXJaXAAIOT, PACTBOPAIOT COAEPKHMOE
B 2,5 ma HCl u pacrBop BeiapHBaioT focyxa.

K cyxomy ocraTKy mocje oXJam/eHus NPHIHBAIOT 5—7 s BOAbI H KHIATAT 10
pacTeopenus coJelf. PactBop mepeHocsiT B MepHYIO K040y eMKoCTbio 25 M4, HellTpa-
JAH3yI0T KonuentpupoBanusiM NH4OH (o Konro Kpacuomy) w nmpuGabnsiior 2.5 s
NH4OH. PactBop oxmamaanTr, A0BOAAT 06BeM 10 MeTKH BOJOMH, TUATEABHO lepeve-
LIHBAIOT H 110J5pOrpapypyor.



F'araea VIII

CNEKTPAJIbHBIE METO/bI
OINPEJAEJIEHHUSI HUKEJA

1. CHEKTPAJIbHBIE H XHMHKO-CNNEKTPAJIbHBIE METO/Ibl

DMHCCHOHHBIH CINEKTP HUKEJS COCTOMT M3 GOJBLIOr0 YHcaa JHHHH
B yabTpadHoneTroBoii H BHAMMOH o6nactax [834]. Hukean — tyro-
NJIAaBKHH MeTass1, NOITOMY JIs TOJHOTO €ro HCHapeHHsi H3 O0beKTa
Tpebyercss HECKOJbKO MHHYT.

KayectBennoe oGnapyxKeHHe HHKeJsl NPOH3BOAAT N0 AHHHAM 3414,7;
3101,5; 3050,8 A, xoTopble MOABASIOTCH B AYrOBOM CNeKTpe NpH co-
nepxkanuu okono 107% Ni. 3a nunmo nuxens 3414,7 A moryt Gbith
NPHHATHL GIH3KHE MTUHHH APYTHX 5JEMEHTOB NPH TIOBBINIEHHOM HX CO-
llep)xannu 3415,5; 3413,1 A (xeneso); 3414,7 A (ko6aneT); 3414,6 A
(~ 1% uupgronus).

O6napyxenuto nukesss no auuuu 3050,8 A memaior: ~ 0,1% Ba-
Hamus (3050,89 u 3050,5 A); ~ 10% uepus (3050,58 A); ~ 1% ko-
GaabTa (3050,93 A); ~ 10% Tanrana (3050,10 A); ~ 10% amomunus
(3050,08 A); ~ 10% Topus (3050,99 A).

KonnyecTeennoe onpenejqeHHe HHKeNs] [POM3BOLUTCA 1O TeM ke
JHHHAM, YTO M KayecTBeHHOe. B uuTepBane koHnentpauuii 107% —
10'% npu onpenesenun uukeas no jgunun 3114,6 A naGmopaercs
NpAMOJNHHeHHAs 3aBHCHMOCTh MeXJy JOorapu(MOM KOHIEHTPAUHH H
BEJIHYHHOH OTHOCHTEJIBHOTO TOYepPHeHHs. [IOBLILICHHBIE KOHIEHTPALHH
Hnkeaa (0,5—2,0%) B nekoTopbix ofbeKrax PeKOMeHnyercs onpeje-
aath [138al no sunum 2992,5 A. [lopsinok moOsBAEHHS JHHHHE HHUKeJs
onucan B pabore [186].

ITpu onpenesenHn HUKeNst B OLHOTHIHBIX 3KeJIE3HBIX PyJax HCNOJb-
3ytor ananutuyeckre napel Ni 3414,66 — Fe 3417 unun 3415 A

O630p KosmHyecTBeHHBIX METOAOB OmpejeneHHs Hukens po 1956 r.
B TeoJIOTHYeCKHX 00nekTax mpHBejen B MoHorpaguu Kartuenkosa [138]
u pa6ore Muukcona [127]. TTosxke Gblio ony6aHKOBAaHO Takxke GOJblIOe
uKca0 pabor mo ompejenenHio Hukens B pyaax [116, 117, 11641, mu-
Hepanax H cuaukarax (228, 941, 12441
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Pan paGot nocBsLeH Onpe/ie/1eHHI0 HUKe/IA B CEAYIONHX O0beKTax.

O0BEKT JIureparypa
Crane v wyryHel o o [12,562, 99
L TN T
1108)
MerananyeckHe IUIEHKH [164]
YuceToii MEeTaJJIHUYecKHil
e e e e S SR B
MaryueBpie CrJIaBbl . [41, 176]
BBICOKOUHCTRIH GepHITHIT {898]
Oxguce Gepunaus . . . [982]
Okuch  anoMHHHASA [1021}
MKenesnas rybka . . [1171]
Meranauueckuit kobanet [209, 322]
ConaBel  KobaJpTa sapesal e
Merannuyeckas menb . . [1272]

CnsaBsl Ha ocHOBe Menu . . [285, 751,
9

ORUCE MO oo o oy toa 9]

Iunkosele aaektponst . . [111]
Cyabbup uuHKa . . . . [140]
Kanmnit i ero coennuenys [379]

Merannuueckunit THTAH . . [55]

JByoKHCh THTaHa [119]
Merannmyeckie nUPKOHH

WL FADHER 5 = o, [108]
IOByoxucs Topus . . . . [992]
Merannuvecknit panaguit . [536]
Merananueckuii xpom . [747]
Merannwueckuit monu6uen [11, 382]
Monu6nar ammonus [318]

Merannnueckuit Bonwgpam [211, 382,
875])

Tpexoxnesr Bonegpama . . [891
Merannnuecknit umpuii . . [525, 616,
766, 776]

OguenrT Jlureparypa
Apcenup ramaug . . . . . [1016]
MeTannuueckuil TalJHid . [373]
Iepmannit #  JBYOKHCB

repMaHusi oy [61]
MeTananuecKkuil cBuHeN . [133]
Mertannuueckoe onoso . . [374, 375,

1156]
Metananyeckas cypbma [368]
MeTannnyeckuii BHCMYT 1166, 675]
MeTannuueckuil celes . . 175])
Gl TS o e e
CEpebpa o s s [902]
ST 1 e el e (88, 1302]
IlnatuHa u nawgaguin . . [87]
Hpupuit u pogmit . . . . [181]
Kpsaiais casieaneniio [60, <114,
115,212,
1241]
Coenunenuss kpemuusa . . [60, 204]
CEpT L R g [286]
MRTIBAR . 2 e ds [939]
Karoguetit rpagur . [1259]
Bona s o morsany poicer s [30, 104,
143, 145]
Buonornueckune marepuans [126 374,
885, 1197]
LORANES e s = s 1206a]
Monumepn - [223]
SOMAL i Tl o rome e LA o]
Iepeknuch Bofopoxa . . .  [275]
HurpaTel u XJTopHas wie-
JIOYHBIX METAJJIOB BBICO-
KOil HHCTOTBI (587]

2. PEMTTEHOCIEKTPAJIbHBIH @JIYOPECUEHTHBIH METOJ

DTUM METOZIOM ONPENeNsIOT KaK BEICOKHE KOHueHTpauun (10 14%),
TaK U caenosble Koauyectsa (1o 107%% ) uukensi. Meron onucan B pa6o-
tax Morcueca [987], Kopmosu [5741, Jlocesa c corp. [187], Momoxu

[972] u Benepmoas [1261].

DroT MeTof, AaeT 6oJee BLICOKYIO BOCIPOH3BOAHMOCTh 110 CPABHEHHIO
CO CNEKTPAILHBIM METOAOM M yaoGeH TeM, 4TO aHAIH3MpYyeMbIH MaTe-
puan coxpansercs. OmuOkH B ciyyae OOMBIIHX KOJHUECTB HHKENS
MOT'YT JOCTHraTh HECKOJNbKHX MpouenTos. Ho B GonblinHCTBE Clyyaen
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onu He npesbiaoT 1% . BoaMokeHn aHanu3 Kak TBEPAbIX, TAK M KHAKHX
06pa3nes. [1pocToTa PEeHTTeHOBCKHX CNEKTPOB H caMOe NaBHOE OBICT-
pOTa BHINOJHEHHs HO3BOASIOT IIHPOKO NPUMEHATH 5TOT METOA JJI 3KC-
npecc-aHannu3oBs.

DTHM METOAOM YCHeLIHO ONpPelesisioT HHKeMb B craaax [844, 933,
953, 973, 1144, 1152], B reoxumuyeckux obpektax (12611, B cmmaBax
[503, 693, 760, 1216], B xkene30-HUKeaeBEIX MmIeHKaX [1242], B uncToM
MerasudeckoM Gepuasuu [532, 1137], B Bannax iia ranbBaHHYeCKHX
nokpuiThit [463], B HeTH ¥ NpopyKTax ee Kpekuura [620, 731, 1095,
1147) u apyrux o6wekrax [1131, 1234).

3. ODPE,[[EJIEHHE HUKEJA
ATOMHO-ABCOPELIMOHHOW CNEKTPOCKOIIUEH

Dror merox ony6auxosan B 1955 r. [1254]. Jlas nukens nanGonee
YyyBCTBHTENbLHON sBJAsieTcsi Mojoca morjomenus 2320,0 A; ouna 6blia
pexoMmenjosana s ananusa [4081.

UyBCTBHTEIBHOCTh METOA C MCNO/Nb30BAHUEM B KAaUeCTBE HCTOYHHKA
M3/lyYeHHs JaMMbl, HATOJHEHHOH renueM, cocrapasier 0,2 mxe/e Ni
[699]. B apyroii paGote ykasana wyscTBHTenbHOCTE 0,13 mre/z [407].
UyBCTBHTEABHOCTh MeTOda C JaMmaol, HaloJHeHHOH aproHoM, paBHa
0,40 mxe/a [1840]. Meron ¢ yclexoM NpUMeHsJcH TpH onpenenedud Ni
B Guosorudeckux obpekrax [1279], ceqbcKOXO37CTBEHHEIX TNPOLYK-
tax {4061, xenese u cranu [8401.



Faaea IX
APYIHE METOJblI ONPEJAEJIEHU 1 HUKEJA

1. ONPEAEJIEHHE HHMKEJS
PAJHOAKTHBALLHOHHBIM METOJI0M

PaaunoakTHBaiHOHHBIA MeTox Obli npeaaoxen B 1936 r. {7521, Cyur-
HOCThb METOJa OMNHcaHa B psane o63opos [112, 388, 488, 947, 1040, 1166].

DTHM METOIOM HHKeJlb MOXeT ObiTh OmpejeseH B BHAe Psla H30TO-
nos. O6nyyenne, Kak NpaBHJIO, MPOH3BOAST TEIVIOBBIMH HEHTPOHaMH,
Koneman [567] npemnaraeT wHcnoib30BaTh HEHTPOHBI € 3HEPrHeil
14 Mag. T1pu 310M BO3MOXKHEI peakiu: Ni®t (n, p) — Co®* (T, — 99
muH.); Ni®® (n, 2n) — Ni*" (T, = 36 vac.). Ilpu ncnonb3oBaHuH nep-
BOH peaklHH UYBCTBHTEJNbHOCTh MeToja cocrasiger 10 mxe, Bropoil —
0,3 mxe Ni. Ipyrue sjeMeHTbl He MEIIAOT ONMpejeaeHHI0 HHKENIf.

[Ipn onpejgeneHHH HUKeNss HCNOJAb3yeTcs sjepHAs peakius
Ni* (n, 1) — Ni*® (T, = 2,56 uaca). Teopernueckn MOXKHO ONpeAeNsiTh
61077 2 Ni npu o6ayuenun notrorom 0,5 1012 neiimp/cm®/cex 1 nPoaoOMKH-
TesbHOCTH 3 vaca [224]. Ho u3-3a noteps BO .BpeMst BbIIEJEHHS PaLHO
XHMHYECKH YHCTOTO HHKENsl M 3a CUET pacnaja 3TOro KOPOTKOKHBY-
Iero H30TONa YYBCTBHTENBHOCTh NpakTHUecKH pasHa 5-107° 2. Tlpu
onpene/eHHH HHUKelsi B coelHHeHHsiX JAuths (1 &) YyBCTBHTENBHOCTD
cocrasasier 7,0-107% % [225].

Onucan MeTol onpele/ieHHs C/IEIOB HHKeJAsl B MeTalJHYECKOM ce-
aene [1278]. Uyscrsurensuocts cocrasaser 5-107¢ %. B Bicokoumc-
TOM KPeMHHH HHKeJb OMpPEeleNsioT ¢ YyBCTBHTeNbHOCTBIO 1.10°% %
[1019], B monynpoeoxnukoBoil cypsme — 1-107% % [178]. Moxwno omn-
perensaTh H GOMbUIHE KOJTHYECTBA HHKeNs, HAlpHMED B BHICOKOJIETHPO-
BaHHBIX cTansx, copepxamux 0—2% nuxens [722], wan B MOpcKHX
ocajloyHbIX mopojax, mereopurax [1167], B KOTOPHIX cojepxKanue HU-
KeJIsi COCTaBJIsSIeT HecKOJbKO MHKPOrpaMMmoB Ha 1 e.

Onpenenenne HuKedss ¢ Hcnoab3opanueM peakuuu Ni*® (n, p) —
— Co™ uMeeT 3HayuTe/bHLIE TIPEUMYIIECTBA, NOCKOILKY Co® — pouaro-
KuBymui uzoron (T, = 72 apsa). UyBCTBHTENLHOCTh ONpe/lesieHns HH-
Kenss jpocruraer 6,5-10°% 2 [928].

PaspaGoran Meron Ge3 BbifeieHHsi PalHOXMMHYECKH YHMCTOrO HH-
Kellsl NpPH ONpeleNieHHH ero B GepwJINH BHICOKOH uyHcToThl [890).
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Cymmapnas akTHBHOCTE [0JVYHBINHXCA NOCIE 061YUeHHs H30TONOB He-
NOCpe/IcTBEHHO H3MepsieTcss Ha ramma-cnektporpade. UYyscreBuTe/b-
HOCTh onpefienienus Hukesas no Co®® (0,8 Mas) cocrasaser §5.107% 2.

2. KATAJIMTHYECKHUE METO[Abl ONMPEJEJIEHHA HUKEJA

Muysuma u Xacumoro [797] mpemiokuiu onpefensiT HHKEIb 10
KATAJHTHYCCKOH peakuuu OKHC/IAEHHA n-(QeHeTHAHHA (eppUUHaNHIOM
kaaus. YUyscreuTesnbHOCTh cocTaBasier 6 -107% mke/ma. Onpenenenmio
MelratoT Mefib, KOGalpT, HKeae30 H Jp.

Jlas onpelenenus HHKeId HCNONb3YIOT peaklHio TaipoH — jnu-
tdennakapbazon — nepexucs Bogopoxa [94]. Tlpum wuayuenuu 371oil
peaxkiuH KaK KaTalHTH4ecKOH Ha KoOaabT GbLIO O6HAPYHKEHO, uTO
HUKeIb Memmaer yxe B koaudectse 1-107% mre/ma [483]. [Tosromy oka-
3a710Ch BO3MOMKHABIM ONpee/daTh HHKeIb MO0 BeJHYHHE HHPHOHTOPHOrO
JIeliCTBHS Ha peakuu TaiipoH — AupeHHIKap6a3oH — Nepekuck BO-
JOpoja B TPHCYTCTBHH H3BECTHOrO KOJMHYecTBa KoOanbra. Meraor
K0GanbT M APyTHE nepexonubie MeTasbl. [To3ToMy HEo6X01HMO HUKENb
OTIeNATh AHMETHJIIHOKCHMOM.



faasa X

OMNPEJEJIEHHE HUKEJIS
B NPUPONHBIX U NPOMBIIIJIEHHBIX OB BEKTAX

1, OMPEAEJIEHHE HHKEJA B CTAJIAX, CIJIABAX
HA OCHOBE )KEJIE3A H B ®EPPHTAX

ITpu anaqH3e crarell HHKeJAb OMpPEAENAOT TPABHMETPHUECKHMH,
THUTPHUMETPHYCCKHMH H (oTOMeTpHYecKHMH Meronamu. Ilpu ap6urpax-
HbIX aHa/lh3aX 4Yalie BCero NPUMEHAIOT rPaBHMETPHUECKHH AHMEeTH.I-
JHOKcHMannplii Meton. Crasu ¥ uyrynbl OOBIUHO DPaCTBOPSIOT B CMe-
CH coNsinOM M asoTHoM xHcaor [386].

Onpejienedue HUKensi B CTanax (4yryHax)
rpaBHVIETPHYECKHM METO[0M

B 3aBHCHMOCTH OT MapKH CTalH H HAJIHYMSA HJIH OTCYTCTBHS KOOa-
JIbTa PEKOMEHAYETCA TOT HIH HHOH MeTOJ pacTBOpeHHs 06pasiia H noj-
rOTOBKKM PacTBOpa K OcamieHHi0 HukeJs. [IpuBoauM mpomucn mjis or-
pezesienus HUKeasi, Koropas umeercss B npoexte [OCTa (Bzamen FOCTa
2604 —44)'. Meron OcHOBAH Ha OCAXKIEHHH HUKENs IMMETHIIHOKCHMOM
u3 caaf0aMMHAYHOrO0 pacTBOpa B NPHCYTCTBHH BHHHOH KHCJOTHI H
MOCEAYIOeM B3BelIHBAHUH JHMETHILHOKCHMATa HHKE/s.

Onpenrenenne HHKead B CTAaJdH, He Ccolepkamed
KobaabTa H MEeJAH

Hasecky cranu 0,1 e (npu comepxanun > 30%), 2 2 (npu comepxkanun or 0,1
10 2Y%) momemalor B crakan emkocteio 400—500 ma, npuansator 20-—50 wma HCI
(ya. B. 1,19), crakan HaKpbIBAIOT YAaCOBLIM CTEKJOM H YMEPEHHO HATr PeBaioT 10 NOJHOrO
pacTBOpeHHs HaBECKH. 3aTeM, CilerkKa CJABHHYB YaCOBOE CTEKJIO, OCTOPOMKHO 1O KATJISAM
npuauBaior HNO; (va. B. 1,40) no npekpauienns BCIeHHBAHMA pacTBopa H H3OBITOK
ee 5—7 ma. PacTBop npoJo/iKaloT HarpeBaTh H Bemapusaior jocyxa. K cyxomy oc-
Tatky npubasnsior 10 y2 HCI (ya. 8. 1,19) u cHoOBa BeiapHBaOT focyxa. 3Ty ome-
panuio nosropsior emte 2 pasa. 3arem npuausaior 10—20 na HCI (ya. 8. 1,19) u conep-
JKUMOe CTaKaHa HarpeBaloT A0 pacTBopenus cofeil. K pacteopy npuausawor 150—
200 ma ropsveit Boabl, Harpesaior A0 80—90° C, 06MEIBAIOT yacOBOE CTEKJIO BOLOH, OT-
(GMABTPOBLIBAIOT OCAMOK KpeMHeBOil KHCJIOTH (BoabdpamoBoli, HuoGHeBoH u Ap.)
uepes ABa (uabTpa «Genas Jeura» W npombiBaloT 5—6 pas ropsaueit HCI (1 : 100).
@uabTpaT M NPOMBEIBHbIE BOLBI COXPaHHIOT (OCHOBHONH pacTBOp).

1 Npoexr paspalortai B llenTpaibHOM HAYYHO-UCCAEROBATENILCKOM HHCTHTYTE
YepHBIX METAJIOB TIOJ PYKOBOACTBOM AOKTopa XHM. Hayk I1. §I. fIkoBneBa.
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Ecan B ocaike NPUCYTCTBYeT BoAbdpaMoBai KHCAOTA, NOCAEHION PACTBOPAIOT
ua Quabrpe 50 sa ropauero 5%-uoro pacropa NaOH, ¢uabtp nposesaior 5—7 pas
ropadeit BOXOH W PAcTBOp 0TGPachBAIOT, & GuabTp ¢ ocratkom obpaGaresaor 5—7 pas
ropsigeit HCI (1 : 1) u orGpaceigator, IlpoMelBioit pactBop co6ipalorT B CrakaH eMKo-
ctbio 250—300 ma u Bemapusawr gocyXa. ComepikiMoe CrakaHa CMadHBaioT 5 M
HCl (ya. B. 1,19) u cHora BumapueaoT focyxa. Comd pacrtBopsior 8 5—8 ma HCl
“(ya. B. 1,19), k pactBopy npuausator 80—100 s ropsiueil Boaw!, HarpesaioT go 80—
90° C. BumaBmuil ocajok KpemueBolt (HHOGHeBON) KMCJIOTEI OTQHJIBTPOBHIBAIOT HA
GuabTp «Gesas JenTay ¢ GUALTPOOYMAKHOR Maccol, ocaflok Ha (HJALTPE NPOMBIBAIOT
5—6 pas ropsuert HCI ([ : [00) n ¢uaprp ¢ ocaixom or6pachiBaior. [Toayuenusii
(HIBTPAT H TPOMLIBHLIE BOJABI MPHUCOBAHHSIOT K OCHOBHOMY PacTBOPY.

K nonyuennomy pacrBopy npanusaior 20—25 ma nackimentoro pactsopa NHuCI,
20—40 ma 50%-uoro pactRopa BHHHON KHCJOTH H pactBop Heltrpanuaywor 25% -num
pacteopom NH4OH no pH 8—9 no yuuBepcanbHoMy HHAMKaTopy. K pactBopy mpu-
Gasastor no Kamaam HCL (ya. s. 1,19) no pH 2—3 no ynupepcaanuOMy uHL1Ka-
Topy. Pacrsop pasaeasior ropsueil Bogoit 1o 350—400 ma, narpesaor jo 50—70° C,
npusuBaior 1% -nwil sranonpuwlil pacTBOp AUMETHAJHOKCHMA M3 pacuera 10 ma
na kamawie 0,01 2 Ni, nocae uero npwinpaor 23%-upiii pactsop NH4OH o pH
.8—9 1o yHuBEpCaNbHOMY MHAHKATOPY. PacTBop ¢ 0CajKoM OCTABJSIOT CTOSATH NpPH
50—70° C ne menee 4 uac. 3arem OCaloK OTPHALTPOBEIBAIT Ha (uIsTp «Oenas
JaenTa», npommBaoT 3—b pas pacteopom NH4OH (1 : 100) n 5—6 pas sogoi. Ipu
cofepxanun < 0,6% Huxens B cTall pacTBOp € OCAZKOM OCTaBASIOT CTOATHL 12 vac,

Ocanox na puasrpe pactsopsior 50 ma ropsueii HCl (1 : 1), npomusaler 5—7 pas
ropsueH Bogol, cobupas GUILTPAT ¥ NPOMEIBHEIE BOIBI B CTAKaH, B KOTOPOM NpOH3BO-
anaock ocaxgenne. K pactaopy npuinsaior 5 ma 50%-noro pactsopa BuHHOI KHC0-
Tol, 25%-upit pactsop NH4OH no pH 8—9 5o ynusepcansHomy nuauraropy, HCl
{va. B. 1,19) ao pH 2—3 no yaunsepcarbuoMy HHRHKaTopy ‘H pazbasisior ropadeft
BORO#t 1o 350—400 ma. Pacreop nrarpeBaiotr 10 50—70° C u ulKellb BHOBb 0CAXKIAIOT
AHMETHAAHOKCHMOM, KaK OMHCAHO BbILIE.

TMonyuenrsii 0CagoKk THMETHIAHOKCHMATA HUHKEAS KOMHYeCTEREHHO NMEPeHocAT B
CTEKIHELIH QUIBTPYIOMHIT Turesb Ne 3, npeiBapuTennio sricyennni mpu 100° C
Jio TocTosigHOTO Beca. Ocajok B THIIE MpoMbiBainT 3—35 pas NHaOH (1 : 1000), 5—6
paa Bojioit 1 3—4 pasa stanosom (1 : 3). Turens ¢ 0CaiKOM BHICYUIHBAIOT A0 NOCTOSAH-
Horo seca npH 110° C, oxaakaaorT B 9KCHKATOpe W B3BelIMBaioT. OJHOBPEMEHHO 11po-
BOAAT XOJNOCTON ONBIT C NPHMEHHABLIMMHAC PeakTHBaMH.

Onpefenedde HBRKeJAS B CTAaNfAX, COREepXMaluuXx
K06anbT H Menh

Haseexy cTann pacTBOPSIOT, KAK PEKOMEHOBAHO [IPH ONPeeNeHHl HHKEANA B CTa-
Jy, He copepanledl KoGanbta M Meu.

K mosnyuennoMy ConsHOKMCAOMY PACTBOPY NPHIAMBAIOT 25 M2 HACHILEHHOTO pa-
crpopa NHaCl, 20—40 ma 50% -soro pacTBopa BUHHOH KHCJIOTH, HeHTpaanayior 25%-
nbiMm NH4OH 10 pH 9—10 no yunsepcanbnoMy HHIHKATOpY H NPUIHBAIOT 5 M4 H30LIT-
ka NH4OH. 3arem npunusaiot 20 s 20%-woro pactsopa nepcyiisdara aMmonus, pa-
cTBOp KHnatat 10—12 mun. n pas6asnsior Boaoit a0 350400 ma. Pacteop narpesaior
10 50—70° C, mpuaupaor 1% -Heiil 3TAHONbHLIA PACTBOD NAHMETHJJHOKCHMA 1O Tipe-
KpAuleHHs BLINAJEHNs 0cagka AMMETHJIIMOKCHMATA HUKENS 0 TIOCHe 3TOr0 NPUIIHBAIOT
emte 30—40 M4 pacTBOpa AMMETHIIIMOKCHMA I 0OpasoBanns pacTROPuMON conu au-
oKcuMaTta KoGanbTa,

PacTrop ¢ BHTABIIMM OCAJKOM AMMETHIIUOKCHMATA HUKeds OCTARASIOT CTOATH
npu 50—70° C ne menee 4 yac. 3aTeM 0Canok nepenocsT Ha GuabTp «Genas Jenra» o
npomuBaioT 7—8 pas soxoil. Tlpu conepxanny < 0,5% uuxens B ananusupyemoil
CTalH PacTBOP C OCajKOM OCTAaBISIOT CTOSThL 12 vac.

Ocapnox pacTeopsior Ha dunpTpe B 50 ma ropsueit HCL () : 1), guastp npommsator
5—6 pas ropsuelt popol, cOBupast @UALTPAT H NPOMLIBHBIE BOAI B CTaKaH, B KOTO-
poM npoH3BopHiocs ocaxjenne. Ilpuanpaor 25 ame Hacwmiennoro pactsopa NH4CI,
5 ma 50%-Horo pacTsopa BHHHON KHENOTH, pacTaop Hefitpanusyior 25% -rum NH,OH
20 pH 9—10 no yruBepcaabHOMY HBIHKATOPY, pas6aBasior BoaoH no 350—400 ma,
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uarpesaior 20 50—70° C ¥ BTOPHUHO OCAWAAIOT HHKE/b 1% -HbIM 3TAHONBHBIM PACTRO-
POM AMMETHAAHOKCHMA, KAK YKa3aHO BbILle, C MOC/eRYIOWHM npuGasiennem 0,6—1 ma
25%-noro NH4OH.

Ocafiok KOJAHYECTBEHHO NepeHocsT B THrelb ¢ uabTpylomum auom Ne 3, npeasa-
PHTEIBHO BRICYLeH bl 10 nocTostaHoro seca npu 1107 C, npombisaior 7—8 pas Bojoit
H 3—4 pasa stanonoum (1 : 3). Turesib ¢ 0cajgKoM BHICYLUHBAIOT A0 MOCTOSIHHOrO Beca
npu 110° C, oxaaxzaior B 3KkciKarope H BapemmBaioT. OIHOBPEMEHHO NMPOBOMAT X0-
JIOCTOH OIBIT.

PekoMmenjlyeT TakkKe TI'PaBHMETPHYECKHH METOJ ONpPENeeHHs HH-
Keqast B BUge JuUMeTHaaHoKcHMmara [96] st onpenenenHs ero B cransix
M YyryHax, CBsi3blBas Ke/e30 B KOMIUIEKCHOE COEIHHEHHE OKCHKHCIO-
tami. JIMMETHJIJHOKCHMAT HHKE/Is B3BEIIMBAIOT HJHM IEPeBOJAT ero
B NiO. 15 3TOro 0cajok OThHUALTPOBLIBAIOT Yepes GyMaxKHblid pHABTD,
OCTOPOMKHO 3aBEPTHIBAIOT OCAJIOK € GUABTPOM B APYroi GyMaxKHbIH yB-
JAaXKHeHHBIH (HABTP, BBICYUIHBAIOT ero H OGYI/MBAaiOT Ha acGecTOBOH
cerke. [locaie 3T0ro, He JONYCKasg BOCIIAMEHEHHS, TNPOKAIHMBAIOT Oca-
10k 20—30 mMuH. 70 nocrosuxoro Beca B Mydene npu 800—825°C u
papewnsator. Okucs NiO xak Becoas opma uacto HCMOJIb30BaKaCh B
Gonee panuux pa6orax [1258].

Ocamias HHKeIb B aHAJOTHUHBIX YCJIOBHAX, B KayecTBe BecOBOH
(GOPMBI PEKOMEHAYIOT TaKkKe AMMETHIAHOKcHMatT Hukeas [300].

Jlna apOUTpa)KHbIX H MapKHPOBOYHBIX AHAJM30B CTaJIedl ¢ BHICOKHM
cojepKaHHeM HHKeJIs HCNOJIb3YIOT B Ka4ecTBe BECOBOH (POPMbI IHMETHII-
nuokenmar Hukeas [323]. [Tpn BeImOMHEHHH MapKMPOBOYHBIX AHaJIH-
30B cTajeil PEKOMEHAYIOT ONpelessiTh HHKeJIb METOJOM 3JIeKTPOsIH3a.

[Tpu onpeneseHHH HUKEIs B YUePHbIX META//IaX B IPHCYTCTBHH GOJIb-
IHX KOJHYEeCTB KoOajbTa OCaJOK JMMETHJIHOKCHMATA HUKENs Ie-
peocaxpaior [182].

Moxkuo Boccranasiupath xKeaes3o (I1I) cyandurom no xenesa (II)
u mens (I1) mo mexn (I) u ocaxkiarb HHKeNb JHMETHIJHOKCHMOM H3
pacTBOpa, COJAEPIKAlero TapTpaT H aMMHAK, B OTCYTCTBHE MEJH HJIH H3
ateratHoro Gydepuoro pactsopa — B ee npucyrersun [4371. B cransx,
HE COJepKaluX KOGANbT, ONpelejsioT HHKeAb JHUMETH/JAHOKCHMOM,
cBsi3biBas Kese3o BHHHOH Kucaotoi [600]. Ocanok oTdHABTPOBBIBAIOT
yepes 30 MHH.; B NPHCYTCTBHH MEIH PEKOMEHAYETCs OTAGIATH 0CaJoK
yepes HecKoJbKO uacoB. [1pu ananmse craneii, cojepxauux Koba/bT,
HCIONB3YIOT PA3JIHUHYIO YCTOHYHBOCTh IHAHHAOB HHKENA H KoOanbTa,
HUKENb OCaMXAaeTcsl JHMETHJAHOKCHMOM.

Canup [291] nns onpejenenust HUKeJIst B CTAlAX Npeaiaraji 3ame-
HATb 3TAHOJBHBIA PacTBOP AHMETHJIIHOKCHMA BOJHBIM PacTBOPOM.
Kupuuk [841] npu onperenenun HHKeIs AHMETHIIHOKCHMOM B CTANAX,
cofiepKamux Kobanwt, 3Kcrparuposan xeneso(l1l) u3 conanokmncso-
ro pacTBopa M30NPONUIOBHIM CIHPTOM, a 3aTeM HCMOAb30BA/ Pas/iny-
HYIO YCTOMYHMBOCTBL LHAHHIOB KoOasibTa H HHUKENIs.

OnucaHbl aHaJOrHYHLIE MEeTOJIbI rpaBUMETPHYECKOrO OlpeaeeHHa
HHKenst auMeTHaaHokcnmom [167, 648].
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TuTpHMeTpHUECKHE METOJb
onpefefeHHsl HUKeast B cTansax (4yrynax)

Onpenenenne 10,6—45,0% HHKensi MPOHSBOAAT Pa3NHYHBLIMH THT-
PUMETPHYECKHMH METOJIaMH.

Huanungasfi MeToOJ (CM. IVl. THTPHMETPHYECKHE METOJRI).

IMoce pacTBOpeHHs: HABECKH, KAK 3TO ONMCAHO NPH TPABHMETPHYECKOM Ompere-
Jennn mEKens, u otaeiexnust or SiO:, WOs, rpaduta [96, 387] uasTpar nepesogst-
B KOHMUECKYIO KoNGy emxocTbio 500 41, 106aBASIOT 75 MA TOpAUEH BOAN, 70—50 M2
10%-HOro pacTBOpa TAapTpara HaTpHs — Kalus WIH BHHHOM (THMOHHOM) KHCJIOTHI
(nnst maseckn 1—0,5 )t ¢

B panbHefimenm MOCTYNAIOT 10 OAHOMY H3 JBYX CJIEIYIOIHX BapHaHTOB: C NpejBa-
PHTE/bHEIM BHIIETEHHEM HHKeAs AHMETH/HOKCHMOM H Ge3 OCamIEHHs] HHKEIA.

ITo nepBOMY BapHaHTY OCAJOK AMMETHIAHOKCHMATA HHKEJs paCTBOPHAIOT B HNOg
(1:2), BunapHBaoT pacTBOp A0 O6Bema 10—15 ma, oxaaxpaaior, xobapnsior 80—
100 sz pojet 1 2—3 xanu konnentpuposannoii HCl. 13 GopeTkn 106apasior 2—3 ma
pactBopa AgNO; (c W3BECTHRIM THTPOM) H [OCTENEHHO N0 KamifM pacTBop
NH4OH (1 : 1) a0 nonsoro pacTBOpeHus Ocajgka XJOpHAA cepebpa. Ipuansaiot 7 ma
99%-noro pactsopa KJ M pacTBOPSIOT OCajOK HOAmAA cepeGpa noGaB/leHHeM THTPO=
Bannoro pacrsopa KCN 0 moayuerus mpo3padyHOro pactsopa; BHOBDL 106aBJAIOT
1 ma AgNOg 1 THTPYIOT PACTBOPOM UHAHHAA KaJlAs JO NOJMY4EHNs Npo3patnoro pac-
tBopa [387].

BTopoii BapHAaHT MPHMEHHM /sl ONpefeleHHs HHKeNs B CTAlAX, COACPHAUUX
He Gonee 0,05% xo0anbTa H MEAH.

Hasecky crain pacTBOPSIOT H FOTOBAT PAacTsop, KaK MpH MEpBOM BapHAHTE.
[ocie noGaBlenns KOMIUIeKcooGpasylomux Bemects Ges pasGajienust pacTBop
nefirpanusyior 25%-uum NH4OH fio nospienns ciaboro sanaxa, OXJaxJaiT €ro 1
THTDYIOT, KaK npH nepsom Bapuante. EcaH Aisl MaCKHPOBKH wenesa(lll) nobasas-
cs1 TapTpar Kaams — HaTpsi, To THTpyioT npr 60—70° C ¢ npeiBapHTENbHLIM pas-
Gapnennem pactsopa 10 100 ma [387].

HeGonbiuye BHIOH3MeHeHHs (B KOHIEHTpAUHH HCHOJb3YeMbIX PAcTBOPOB) pe-
KOMeHayloTCsl psyiom aBTopoB [96, 394]. Takofi meroa onyGiHkoBaH B psje pabor
66,67, 71, 323, 380, 909, 1022, 1174]. Kpome OGBMHOTO BH3YalbHOTO THTPHMETPHHEC
KOT'O METOJ1a, MPeVIOKeH NOTeHIHOMETPHUECKHT BADHAHT C NPHMEHEHHEM cepebpsAHO-
FO HHAHKaTOpHOro 3AekTpoja [335, 336, 486, 757, 1266].

Onpejenenne HHKeH guMetuaauoxcumowm [17]

Pactsop crann (uyryHa) JJs ONpejeenusl HAKe/s TOTOBAT, KK yKa3aHo Ha
crp. 146. TlomyueHHEIH pacTBOp THTPYIOT 0,5%-HBIM pPacTBOPOM JAHMETHJJIHOKCHMA
(cM. crp. 97).

KOM!‘[.’IEKCOHOMETPLI‘!QCKOE onpepedeHHE HHKeJasf
73

2 2 cTanu (MpH COAEPKAHHH HHKENT ~ 1%) pactsopsior 830 sz HCI (1 : 1), okuc-
nsior xeneso (11) noGasnennem HNO; u cBA3BIBAIOT €10 aumonHoi Kucaotoii. M3 pa-
CTBOpa, TNpH CIaGoM NOAWENAYHBAHHA €r0 AMMHAKOM, ocaxaaloT HHKeJIb ao6aeie-
grem 40 s 1%-Horo pacTBOpa HaTPHEBOIl COMIH THMETHJIAHOKCHMA. Ocanox oTQHIBLT-
POBHIBAIOT yepes GymaKHul (QHALTP, NPOMLIBAIOT €ro ropsiveii BOAOI H PacTBOPHIOT
Ha guasrpe B 30 #a 9N HCI; QuabTp NpOMLIBAIOT ropsueii Bojoi. ®uaAbTpat ynapu-

1 Moxuo npu6asnste 150—200 sa 7%-noro pactsopa nupodocdara COOTBET
creenno pas Hasecku 0,5—I1 2.
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BaoT 10 o6bema 2—3 MA ¥ pasGaBAfOT BOAOH A0 50 ma, Uonyuennwmii pacTBop noyme-
JAYHBAOT aMMHAKOM JIO NOABJEHH cHHel OKpackH aMMHaKara HHKG«'Iﬂ,HpHﬁaE.‘IﬂIOT
0,2 2 MypeKCHAa C XJOPHAOM HATPHs M THTpYlOT pacTBopoM kommiexcona I1I.

dpamka [663] pexomenayer nocie pacTBOpeHUs OCAAKA AUMETHA-
nuokcuMara Hukens B HCl npu6asute u30bITOK PacTBOpa KOMILIEKCO-
Ha 111 ¥ nocse nojuiesaukuBanusi aMMHAKOM OTTHTDPOBBIBAIOT 3TOT M3
GLITOK PAcTBOPOM cydqibdhaTa MArHus B NPHCYTCTBHH  3PHOXPOMUYEPHO-
ro T. DTOT MeTOl NPHTOJIeH AJIs Onpeenends HuKens B criaBe Cr—Ni—
Fe [1059]. [Ipu onpeeneHHH HHKeNs B (peppUTAX MOC/]E PACTBOPEHHS
o6rexkta B cvecu HCl u HNO; skerparupyior meneso (I11) spupowm,
a K aJMKBOTHOH yacTi no6apasioT H3GhTOK Kommiexkcona III, noso-
aar pH pacrBopa 1o 5—6, 106aBisiOT cMech reKcamerHJ/eHTeTpaMHHa
W METHJITHMOJIOBOTO CHHErO W OTTHTPOBBIBAIOT Ha0HITOK KOMIuie - cona [11
0,05 M pacrBopom uurpara csurma [1058]. B ciyuae onpenenenus
nukensa B cnaasax Fe—Co—Cu xejezo MacKHpPYIOT TPHITaHOJaMHU-
HOM, Melb — THOrAKKonenoi kucaotod [1060]. B oxnoi nopuuu pa-
CTBOpA MOMKHO OTTHTPOBATH BMecTe KOGajbT M HHKelb. B apyroii rop-
mun ko6annt npu gob6asaennn HyO, u KCN nepesoast B ycroiunsoe
KOMIJIEKCHOE COeIMHeHHe H TUTPYIOT OJUH HHMKeNb.

Huxenn Moxker OBITL BHIIEJIEH JUMETHIAHOKCHMOM H TOC/]E Pasio-
JKeHHs] OTTHTPOBaH pacTBopoM koMmmaexcona III [543, 8971.

Ilpn ananuse GeppHTOB HUKENb NPEABAPUTENBHO BLIENAIOT JAHMETHIXHOKCH-
mom [843]. Ocagox mpomsiBaioT 1 pacteopsiior B ropsueit INOs (1 : 1), naGuITOK KHC=
note nefitpannayior NHaOH (1: 1) ao pH 4, goGapasior auerar natpus, pasGasis-
joT 10 o6bema 150 s, po6aBasmior H36LITOK Komnaexcona III u oTTHTPOBHIBAIOT €ro
pacTBOpOM colty IuHKa B npucyTersun PAN.

Paspaoranbl MeTOAbl MPSMOrO KOMIIEKCOMETPHYECKOro THTPO-
Bauns Hukeas npr pH 9—10 ¢ npumenennem mypekcuna [48, 10811

¢DTOM€TDH‘IECKHE MeTO/lbl ompeaeneHHss HHKEJas
B cranax (4yrynax)

Huxkenb onpenensiior (pOTOMETPHYECKHM METOJAOM B cransX (4yry-
HaX) B Buje OKpaurenHoro coegunenusi nukens (I1I) ¢ aumernaxnokcu-
MOM B ILIEJIOYHOH cpelie B NPUCYTCTBHH OKHcautenei. JKeneso Macku-
pylor BHHHOH KHcaoToi. Ko6aaet (1o 1,6%), Thram M Banauuit (10
12%), xpom (10 20%) [386] ne memator onpenesennio. Mexs AOMKHA
MM OTCYTCTBOBATH, HJIH COEIMHEHHE IUMETHJIAHOKCHMAaTa HHKEJs cJe-
IyeT TpeIBaPHTeJBHO OTAEAATh SKCTpakimuedi Xiopogpopmom [393].
Bausinue MeJiu MOKHO yCTPaHHTb Takke nemenrtauue. s sroro B
ananusupyemsiii pacrsop, comepxkamuit HCI (1 : 2), onyckator na 10—
15 MHH. CBMHIOBYIO INIACTHHKY B BHje cnupanu. Ilocie sToro naactu-
Ky ¢ BBbLAEJHBLIEHCA MeAblo OCTOPOXKHO BLIHHMAIOT M NMPOMEIBAIOT BO-
noit [757]. Tlo npoekry I'OCTa (ssamen I'OCTa 2604') ompenese-
HHE NPOBOASIT B CJEAYIOUIHX YCJIOBHAX.

i Tlpoekr paspaGoran B lleHTpanbHOM Hay4HO-HCCJIE/OBATENBCKOM HHCTHTYTe
YepHLIX METAJNJIOB [0jl PyKOBOJCTBOM A0KTOpa xuM. Hayk [1. §I. flkosnesa.
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0,1 2 cTanu noMemalT B crakan emxoctsio 100 1, npuanpaior 16 sa HC (ya.
B. 1,19), cTaKkan HaKPHLIBAIOT YAaCOBHIM CTEKJIOM H YMEPEHHO HarpepaioT JIO pacTBope-
HHs HaBecKH. 3aTem octopomuo npuausaior HNOs (ya. B. 1,40), cierka CABHHYB
yacoBoe CTEKJIO, N0 MpeKpameHHs BCINEHHBAHHS PacTBOpa M BBOMAT ee H30LITOK
3—5 ma. PacTBOp NIPOJONIKAIOT HATPeBATh,3aTeM BLIaPUBAIOT €ro 0 o6bema 5—10 #a,
OXMaMAAI0T, npHAHBaIOT 50—60 MA BOJB H TMEPENHBAIOT B MEPHYIO KOJIGY eMKOCThIO
200 M., JOAMBAIOT BOZOH 0 METKH H NepeMenHBaioT. PacTBOp QHIBTPYIOT depes cy-
xoft QuAbLTP B CyXyio KoAGy, orfpacupas mepewe NOpuUMH QUABTpATA.

Jlpe alMKBOTHBIE YacTH pacTBopa no 10 A4 NOMEULAloT B MEPHBIE KONGH eMKOCTEIO
no 100 sz u npuauBaioT B Kaxaylo koa6y no 10 ma 20%-Horo pactsopa TapTpara
kanus — Harpus, 10 sa 5%-noro pactsopa NaOH, 10 s 10%-noro pactBOpa mep-
cyab(pata ammorHs. B oany u3 K0AG npuitupaioT 5 Ma 1%-HOro wes0UHOro pacTopa
IMMETHIAHOKCHMA; PAacTBOP B APYTOfi Ko/Ge cayMuT pacTBopom cpaBhennd. [ocne
npuGasjeHHs] KaxkA0ro pPeakTHBa COJEPHKHMOEe MEPHEIX KOJG NepeMeInnBaioT.

UYepea 3—5 MuH. mocie npubabienns JHMETH//IMOKCHMA PaCTBOPH B xonbax jo-
JIMBAIOT BOJOI 10 METOK, MEepPeMenIHBalOT H H3MepioT ONTHYECKyio NJOTHOCTL MOJy-
YEHHHEIX PAcTBOPOB Ha HOTO3JIEKTPOKOJOPHMETpPE C 3EJMEHEIM cae'roq;myrgou (o6nacTs
nponyckanusa 520—530 Mmk) B KioBeTe C Tonmuuo# pa6ouero caos 50 ma (npH co-
nepmannu Hukens B oGpaspeor 0,10 1,5%) wan s wiopere ¢ TOREHON padouero
cost 20 ma (MPH coflepIKaHHH HEKens B o6pasue or 1,5 10 5%).

CDJIEP)K&HHG HHKeNSd B oﬁpasue HAXOAAT No KMHGPOBO‘-!HOMY rpadmxy.

MMocTpoenne KaauGPOBOYHOTO rpaduka 1as onpeaeeHHs or 0,1 no 1,5 % Hu-
keasn. B 9 crakasoB emxocThio 100 2 nomemaior 1o 0,1 2 yriiepoaucToii ctal, He co-
JiepKautlell HHKeNs, HIH CIEKTPaNbHO UHCTOro (smekTponuTHYECKOro) kenesa. Ilpu-
NMHBalOT nocienoBaTeabHo 1; 2; 4; 6; 8; 10; 12; 14 u 16 ma cTanpapTHOro pacTsopa
HHTpaTa HuKeas, cofepxantero 0,1 me/ma Ni, 4TO COOTBETCTBYET 0,1;:0,2; 0.4; 0.6;
0,8; 1,0; 1,2; 1,4; 1,6; 1,8% nuxens B oGpasue. [lalee aHalns NpOBOAAT, KaK Onuca=
HO BHIIIE.

Mocrpoenne KanuOpOBOYHOro rpauKa LIS ONpENeJeHHs OT 1,5 mo 59 HHKeasd.
B 9 cTakanoB eMkocThio 100 a2 nomematot no 0,1 2 yraepoaucTeil cTany, He CopepKa-
el HUKeas, HAM CNeKTPaJbHO YHCTOrO (2MeKTpPONHTHUECKOTO) JKeJle3a H NPHIHBAIOT
nocaenopatensro 18, 20, 25, 35, 40, 45 u 50 ma cTaspapTHOrO pacTBOpa HUTpATa HH-
Keast, copepxamero 0,1 mz/ma Ni, uTo COOTBETCTBYET 1.8;2,0; 2,5; 3,0; 3,6; 4,0; 4,6
n 5% nukens B oOpasue. Jlajee NOCTYNaloOT TaK XKe, KaK NpH NOCTPOEHHH Kanu6po-
BOYHOrO rpamka B cayuae onpeaenenns ox 0,1 20 1,5% nukens.

OnTHYECKYIO TFIOTHOCTH PacTBOPOB H3MEPSAIOT B KIOBETE C Tonumuno# caos 20 mm.
Mo majiileHHbIM 3HAYEHHSIM ONTHYECKOH TJIOTHOCTH PaCTBOPOB CTPOAT Kaau6poBounbii
rpagHx. =

anMEHEHHe nepcy.nbcpa'ra aMMOHHSA B KauecTBe OKHCJHTe/]sl PeKo-
MeH/I0BaHO psiioM aBropom([25, 96, 300]. Kak OXHCIHTENb TAKKE LIHPOKO
HCrosb3yerTcst s ONpefe/eHHss HHKels B CTalfX Gpom [293, 300,
601, 920, 1181), noa [197, 257, 5711, runoxaopur [809].

[Ipencrapasier uutepec AuQdepenuanbHbIH (oTomeTpHUECKHH
MeTOJ, Omnpe/iesieRHsi GOMbIIEX KOJHYECTB HHKeJfl B CTaJfAX [24].

CpaBHHTeJIbHO peAKO MPOH3BOJHTCA npeaBapuTeIbHOE OTJENIEHHE
xenesa. [Tocse ocaxnenus Fe (OH); B ¢puabTpare onpeiessiorT HHKeNb
(doToMeTPHYUECKH JAHMETHJIIHOKCHMOM, HCMOMb3YH 6poM KakK OKHCIH-
tenn [203].

Crnenyer ynoMsHyTb GeccTpyKKOBHIf METOJ aHaju3a BhICOKOME-
THPOBAHHEIX CTaJjief, rleé HHKeJb TaKiKe ONpPENCIACTCH (poTOMETpHYE-
cku [188].
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2. ONPENEJIEHHE HHKEJIA
B JIETKUX W LBETHbIX METAJIJIAX H CIIJIABAX

OnpejiesieHne HHKelss B MeJH H cnjasax
HAa OCHOBE MeJiH M AJIOMHHHS

I[lpu ompexesennn fHUKeas B OPOH3axX M CIJIABAX HA OCHOBE MEAH
OJIOBO OTJAENSAIOT B BHJE OJOBAHHOH KHCJIOTH, Melb H CBHHEIl — 3JIeK-
TPOJH30M B KHCJOH Cpejie; HHKeNb HAM OCAKJAIT 3JeKTposansoM [35,
691a, 12171, wnu omnpenensiloT TrpaBUMETPUYECKH JHMETHITHOKCHMOM
[154, 216, 333, 802, 810, 814, 820, 854]; ucnoNbL3YIOTCS TaKKe THTPH-
meTpuyeckue Metoabl. [To merony Mopa HuKeab NpeiBapHTENbHO BbI-
JIeAS0T AHMETHIIHOKCHMOM W B jajbHeilleM NOCTYNAlOT, KaK cKasa-
HO ma ctp. 90 [216), mau TuTpyior pacrBopom xommiexcona IIT [129,
130] B npucyTCTBHH MypeKCHAA; Melb CBASBIBAIOT THOCY/Ib(ATOM.
JIOBOIBHO MIMPOKO pacnpocTpaHeHsl doroMerprHyeckue Meronel [8611.
8 Hekortopule aBTOPHI 3KCTPArHPYIOT AHMETH/IHOKCHMAT HHKEJs XJIO-
podopmom [545, 1201, 12751 nauM veTBIPEXXJOPHCTHIM  yIVIEPOJOM
[165] u u3MepsIOT ONTHYECKYIO IJIOTHOCTH 3KCTPAKTA; MEJlb M3 3KCT-
pakta yaaasiOT pacTBOpOM amMuaka. B psaje paGor Meib OTAENsIOT
APYyruM crocoGoM H ONpefendloT HHKEeNb JHMETHJJIHOKCHMOM B
NPHCYTCTBHH OKHcaHTeneil. Menp orgensiior anexrpoausom [12001,
Ha xpoMarorpaduueckoil KojoHke [703, 822], cBA3LIBAIOT KOMIIEKCO-
wom III [131).

Jlnsa onpeneneHusi HUKeNs B CBHHIE M GpOH3aX, copepmKauiux CBH-
Henr ¥ oxoBo [969], m Tumorpadexkux cmniaBax [141] pekomenayercs
9KCTPArupoBaTh AHMETHIIMOKCHMAT HHKENS H H3MEPATb ONTHYECKYIO
IVIOTHOCTb SKCTpakTa. IIpH ompexeseHHd Hukeas B KoGambre [339]
Noc/IeIHHH OTAEAAIOT SKCTPAKIHEH BLICOKOMOJIEKY/ISPHBIME aMMHHAMH
H B BOAHOH ¢hase ONpeessiioT ero (pOTOMETPHYECKH C HCNOJIb30BAHHEM
PAN. Jlas onpenejenyss HHKEIs B NPHCYTCTBHM KOOaJbTa W ¥Kenesa
nocaegHee OTASAAIOT SKCTPAKIHEH H30NMPOMHIOBLIM 3pupoM u3 6-—8 N
HCI, ko6aabT cBashiBaOT B KoMmiekcHoe coennnenne ¢ KCN, Hukenb
sgerparupyior xaopogopmom [1049]. M3 xnopodopmuOoro  skerpax-
ta HHKeap wuspiaexaor 0,5 N HCl u B BoinoM pacTBOpe ONpenensior
(OTOMETPHYECKUM METOIOM IMMETH/J[HOKCHMOM B TPHCYTCTBMH Gpoma
B LIEJOYHOH cpeje.

Jlns onpeneneHdsi HHKeJQs B CIJaBaX Ha OCHOBE MarHus H aJio-
MHHHSI HCIOJNB3VIOT TJIABHEIM 00pa3oM (DOTOMETPHUECKHE METO/IHI.
Muorue aBTOphl NMPHMEHSAIOT AHMETHIAHOKCHM B NPHCYTCTBHH OKHCIIH-
tenefi B menounoii cpene [491, 572, 1130], a-bypunauokcnm, sKcTpa-
THPys ' ero coegHHeHHe C HHKeIeM H 3aTeM u3Mepas ONTHYECKYIO
nioTHOCTL [697, 698]. MHOraa sKCTparupyioT coenuuente Hukes 5%-
HBIM PacTBOPOM NHPPOJNHAHHAHTHOKap6aMuHaTa B XJ0podopme H H3-
MepSAIOT ONTHYECKVIO MJIOTHOCTh 3KeTpakta [710]. B xanbumn onpeze-
ASIOT HHKENb B BH/E cycrnensnd ¢ HuokcumoM [6501. Hukens Beitenaior
JAHMETHIJHOKCHMOM, HCHOMB3Ys JIs KOMIUIEKCOOOPa3oBaHs KajblHs

148



H kedesa rmokono-d-maxkron [690]. Ipn onpenenenun nukesas B Ge-
puany [1252] sKeTparupyioT XA0poGOPMOM COEIHHEHHE HHKEJs C JH-
METHJIIHOKCHMOM, CBsi3biBasg GepH/JIHH B KOMILIEKC JIUMOHHOH KHCJO-
TOfi, PEIKCTPArHPYIOT COGAHHEHHE HHKEJs COMSHON KHCJOTOH H B BOL-
HOM DacTBOPe ONpPee/sioT HHKeNb AUMETHIHOKCHMOM B NPHCYTCTBHH
HOJ4 B 1ieJ0YHOM cpeje. B ciyuae onpejiesieHHst HUKeNs B ypane no-
JyYalOT OKpAUICHHLIE PACTBOPHl NPH JEHCTBHH JMMETHJAMOKCHMA B
NPUCYTCTBHH OKHMCJHTeNeH B LIEJOUHOl cpere [426, 745, 981, 1088l
WIH SKCTPArHpyIOT AMMETHJHOKCHMAT HHKEIS XJA0po(opMOM H H3-
MEPAIOT ONTHYECKYIO MJIOTHOCTh SKCTPAKTa (985, 1206].

3. ONMPEJEJEHUE HHKEJS B PYJAX H MUHEPAJIAX °

Mertoasl onmpenesenisi HHKelsi B 3THX OGBEKTax OMHCAHBI B psile
MOHOTpaduil MO aHANH3y MHHEPAJbHOTO Chipbsl, PYL H MPOLYKTOB Me-
Tasypraueckoro nponssoxcrsa (8, 39, 273, 327, 328, 391]. Huxenn
COJIePIKHTCS B TOPHBIX MOPOAAX B HEGOJbLUIMX KOJHYeCTBaxX, ero onpe-
NEJSIOT BCErJia M3 OTAEJbHOH HaBECKH, 10C]e pasjoMeHHA NOPOAbI
cepHOii 1 TOpHCTOBO0POAHOH KHcaoTaMi [8]. Tlpy ocaxienun noay-
TOPHBIX OKHCJIOB AMMHAKOM HHKeJb MEPEXOIHT B (UALTPAT. Ecan
collep:KanHe HHKeJNsi B nopoje (W 0coGeHHO B pyze) BeJHKO, MOJAyTOP-
HBIE OKMCJBI OCAXK/AIOT NHPHAHHOM HJIH GeH30aTOM aMMOHHA [273].

CHMKATHbIE TIOPOJIL! BCKPHIBAIOT CepHOIi H GTOPHCTOBOLAOPOIHOIH KHE-
noTaMi (OGLIYHO CHJIMKATHI, COAEPIKALLHE HHKEJID, JIETKO PACTBOPHMBI B
sTHX KHcaoTax). HepacTopuBiuniicss B KHCJIOTaX OCTaTOK CHJIaB/siOT
¢ Kap6OHATOM HATPUs MJIM MHPOCy/b(aToM Kaawus. IIpH BCKPHITHH
cynbGUIHLIX U APCEHHAHBIX MHHEPAJIOB M PYA A5 yAaJIeHH:A GoJbLIEH
YaCTH MBIIbSKA H Cepbl cHayaza NojBepraior ux oGxury. Iloaroros-
JIEHHYIO TaKMM 06pasoM pyay PacTBOPSIOT NPH HarpesaHd B HNO,
unn cmecn HNO,; 1 HCI. Xpomurst ayuime cnaasasth ¢ Na,O,, NaOH
wan NaNO,;. AHAJOTHYHO BCKPHIBAIOT HHKEJEBble IUTEHHbI, THMEi-
3pl, HUKe/JeBLe IITAKH M HHKeJeBblH CKpar.

Jlsi OTAeJEHHs] MeTalJ0B IPYMNNbl CEPOBOAOPO/A MOC/EHHE Ocax-
JAI0T B BHIE Cy/b(HI0B B KHCIOi cpeie. Hukenb yame BCero Bbiae/s-
JOT JIMMETHJIAHOKCHMOM, HO €CHH COJepXKaHHe ero OueHb BeJHKO, TO
NPHMEHSIOT /EKTPOMHTHUECKOe ocaxienne Hukens. Ot ypana, Ba-
Hajus, pocdopa, XpoMa H IHHKA Jy4lle BCEro OTAeNSThH HHKEIb OCax-
aennem B Buge ruapookucu aeficrBuem Na,O, n Na,COy nan NaOH wu
H,0,. Ecau B pyAe HIH MHHEpaJe MHOrO Jejesa, TO nocjaeanee yia-
asiercst skerpakuueit agpupom [391. [laa orienenns H OJAHOBPEMEHHOTO
KOHIEHTPHPOBAHHsl MaJbIX KOJHYECTB HHKEJNS MNPHMEHsI0T 3KCTpaK-
nuio aumerHaguokcumom [477], autusonom [1186], cannimaaMHHOM
[7]; ocaxuenne pyGeanoBoaopoaHoii kucsoroii [185], coocaxienne ¢
AlL,O, -nH,0 [743]; xpomatorpapuueckne [287, 899] u ppyrue wmerto-
ael. TIpu BHICOKOM COJIEPIKAHHH HHKE/s B MHHEpanaX W pyAax HCnoJb-
3YIOT rpaBHMeTPHUECKHE H THTPHMETPHUECKHE METOJbl ONpeLeJeHHsd,
METOJl 3JIeKTPOJNHMTHYECKOrO OCaxkJeHus (Hanpumep npd ananause npo-

149



LYKTOB o6orawenusi pyn). [pasumerpuueckuii MeToj — OcamKleHue
JHMETHJAAHOKCHMOM — HaHGosee ya00eH, MOCKOJNBbKY SIBJASETCA CesleK-
THBHBIM. DTOT METOJ C YCNeXOM NpHMeHseTcs M s MHKpoolpejese-
nis #ukens [81. Vi3 THTpHMerpHYecKHX MeTOIOB pacnpocTpaHeHb
KOMIJIEKCOHOMEeTPHYeCKHIl, HHAHHAHBIH METOJBl H MeTO]d C NpHMeHe-
HHEM JHMEeTHJJHOKCHMA B €ro aMrnepoMeTpPHYecKOM HJIH OObIYHOM Ba-
puante [298]. Manbie KoJHYecTBA HHKeNs MOTYT GbiTb OMpeeJeHbl
nonaporpaguyecku [175, 198, 199, 9571, doromerpnyecku AUMETH.I-
nuoxcumom [185, 197, 7781, a-dypunpuokcumom [486, 7431 u cnek-
TPaJbHLIM METOLOM.

[paBuvieTpuyeckoe onpejesienHe HAKeNs:
JMMETHJIIMOKCHMOM B XeJe3HwnIX pyaax [273]

| 2 pyan nomemalor B cTakad eMkocTeio 100 a2, npuausaiotr 15—20 4 KOHUeHT-
puposannoit HCl u yMepenno HarpepaloT Ha 3JIEKTPHYECKOH IVIHTKe HJIH NecyaHoli Ga-
He. 3areM NpHIHBaOT HeckoAbKO Kaneib HzOa u Harpesaior eme HeKoTopoe Bpewms.
Korna pactBopenne 3aKOHUYHTCH, pacTBOp BhIMapHBalOT Aocyxa. CyXoii ocTaToK cMa-
unBaloT 2—3 M2 xoHuentpupoBannoit HCl u cHoBa BminmapHBalOT Rocyxa. ﬁpomnm
pasaaraorcst HCI; B stoM cayuae npuausainT HecKonbko Muaaniawrpos HaSOs u
BHMapHBaloT A0 nossidesus napos HaSO4.

Ilocne oxnaxnenns cyxoit ocratok cvauusaiot 3—5 ma HCl, uarpesaior ans
pacTBopeHHs coseil # GUIALTPYIOT ueped GUALTP ¢ KpacHofl JenToil. HepacTropuMbIit
OCTaTOK NMpoMEIBalOT ropsauveil Bogoit, nogkncaenHoi HCl, u ot6pacwiBaior.

Ecau HepaCTBOpHMBI OCTAaTOK COAEPIKHT HepasiaraeMple CONSHOH KHCJIOTOH CH-
JIHKATEl, COfleprKallie HHKeIb HIH XPOMIIMHHENH b, KOTOPHIE TAKKe MOTYT COAEpIKaTh
HeGoJIbIIHe KOMHYECTBA HHKeNIS, TO €ro NpOKaiHBAOT H 06pabaTLBAIOT B IJIaTHHOBOM
THrle HaH yamike cmeckio HaFe 4 HaSO4 o nmosgeienns o6uabneix mnapoB SOj.
H36u1TOK cepHOHl KHCNOTH YAAASKIOT OCTOPOIKHO Ha ra30Bofi FOpPenKe H OCTAaTOK CniaB-
JSI0T ¢ HeGOMBIIHM KOJHYeCTBOM nHpocyJibdara kanus. Ilnas pactsopssor B 1%-
Hoit HCl npu HarpesaHuu u pacTBOp NPHCOEAHHSAIOT K paHee NMOJyyeHHOMY (HIbTpa-
Ty. Ilpn HeGONbILOM HEPACTBOPHMOM OCTATKE PasjioKeHHe HABECKH DY/l MOMHO Mpo-
H3BOANTE HeMOCPeACTBEHHO CIUIABJEHHEM ¢ NHPOCyab(aTom Kaaus.

K pactsopy npuGaBasii0T HeMHOTO GYMAaiKHOIH MAacChl, TepeMellHBaloT H (GUAbT-
PYIOT; OCTaTOK Ha QHABTPe NnpomuBaloT ropsuei 1%-uoit HCl u or6pacmpaior.

K noayueHHOMy TeM WAM WHbIM TYTeM COIIHOKHCIOMY HJH CEPHOKHCJIOMY pacT-
Bopy o6bemom 150—200 ma npuGaaaioT 5—7 2 JMMOHHOI HJIH BHHHOH KHCJIOTH! H Heil-
Tpannsyior NH4OH j1o cna6omenounoil peakiuu no Jakmycy. PactBop npu 3ToM j01-
MeH OCTaThCA Mpo3payHbiM. B cayyae nomMyTHeHHS WIH BBINAJEHHs OCajKa MOMYTOR-
HBIX OKHCJIOB PAacTBOP NOAKHCJAIOT, YBEJIHYHBAIOT KOJIMYECTBA OKCHKHEI0T HA 1—0,5 2
M pacTBOP BHOBb HeliTpaausylor. 3atem nogxucasior 1—2 ma HCl, narpepaior no 70—
80° C, npubasasiior 10—25 ma 1%-1#0ro 3TaHONBHOrO pacTBOpa AHMETHJAHOKCHMA H
Hefirpanuayot NHaOH no caatoro sanaxa npu TuiateibHOM NepeMelliHBaHHH PAacTBOpaA.
Yepes 3—4 yaca ocajiok OTGHILTPOBHBAIOT 1 PACTBOPAIOT ero Ha ¢uibrpe B HCL (1:1).

M3 mosmyuenHoro pactsopa HHKeIb BHOBL ocawaaiorT B npucyrereun 0,5—0,3 2
okcikHcaoT. Ocagok OTQHABTPOBLIBAIOT Yepes B3BeWeHHbI CTEKASHHLIE Turens Ne 3
un 4, suicymuBaior npu 110—120° C u p3pemmpaior.

INEKTPOBECOBOE ONPEieeHnHe HUKes
B (aiinwmreiinax [321]

Menb H KOGaabT OcamkJaloT JMEKTPOIHIOM Ha KATOie. ITH METaJLibl
OnpefesisiioT B OTAEJNLHEIX HaBeCKax H BLIYHTAIOT HX Bec M3 Beca Bhije-
JIEHHBIX METaJIJIOB Ha KaToje.
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s onpenenenns uuxens | 2 Tonkousmenwuennoro daituwrefina pacTsopaioT
npu Harpesanun B 40 sa xonuentpuposannoit HCl. Tlocne pacTBopenus K cuponoo6-
asHoMy ocTatky npuausaiotr 10 ma HeSOs w Harpepaior jo Bbuigesends SOj.
garem pacTBOp OXJaXkAaloT, NMPHIKHBAIOT K Hemy 70 M2 Bojbl, HarpeBaloT BHOBB VIS
pacTBOpeHHs codleil H (PHABLTPYIOT B cTakad emrocTbio 300 ma.

K nonyuennomy ceprokucaomy pactsopy npuiusaior 70 ma NH4OH u eeipensior
HHKe/b (BMecTe ¢ Meibio H K0GalbTOM) Ha B3BEIIEHHOM IJIaTHHOBOM CETYaToM 3J1eKTpO-
ne Tokom 3—3,5 a » Tevenne 1 vaca. Bo Bpems sAekTPOAK2A PACTBOP NepeMEIHBAIOT
BO3/1Y XOM. Ilo Hereuennn | uaca NCTILITHIBAIOT HA [IOJIHOTY BbIAGJEHHSA HHKEJIS, AAs
yero Ha GyMaxKy, MPOMHTAHHYIO AMMETHAZHOKCHMOM, HaHOCAT 2—3 KanaH pacTBopa.
Ecan na 6ymare uepes 2—3 MHH. NoABJsETCs KPacHOe MATHO, TO SJEKTPOIH3 NPoRod-
KaioT eme 15 MuH.

ITocne okoHuanus 31eKTposn3a yOHpPAIOT H3-NOA 3JEKTPOAa CTAKaH H OOMLIBAIOT
S/1eKTpOJ BOAOM, STAHOJIOM H Cylar B cywmnabHom mKady npu 100—105° C B Teuenne
15 muH., 3aTem OXJ@XKAAIOT W B3BEIHBAOT.

Turpumerpuueckoe omnpejeneHne HHKeass B pyaax

Meton npuMeHsieTcsi A5 aHaaH3a NPOJAYKTOB HHKEJIEBOIO NpOH3-
BOJCTBa, cojepxkamux He mesee 1% nukens [935].

0,5 pyau pactBopsior B HNOjz, npuGasasioT 2 Xnopara Kanus, BenapHBaioT A0-
cyxa H Ty *e onepauuio nosropsiior ¢ HCl. Ocrarok napgaexaror HCI u sojtoil, ¢puabt-
pyiot, apaxan ocaxaaor NH4OH n 6pomuoit Bonoli; o6a ¢miabTpata o6beIHHAIOT H
nogkucasior HCI. ITocae storo npuGasasior eute 10 s HCI u ocamnaior ceposogopo-
JIoM CyabHABL

QuapTpaT KUNATAT, 106aBAsIOT GPOMHYIO BOLY H yAadsioT H30kTOK GpOMa KHNs-
uensieM, nobasisior 15 sma 10%-Hoi JuMonHOM Kuca0TH, HefiTpanuaylor NH4OH, npa-
Gapnsior u30bbiToK ero 10 ma. K 3ToMy pacTBopy 1IpHJIHBAIOT THTPOBaHHBIN pacTBOp
KCN 10 HcuesHoBeHHs rosy6oro okpaumpanus, u sateM eme 5—10 ma. JloGasasior
HeckonbkO Kaneab KJ u Tutpylor pactsopom AgNO; 20 nosBJeHHs KeNTOTO OKpallH-
Banua !,

¢ oTomeTpHyecKoe onpefieileHHe HUKend
B I'OPHBIX Nopojax, GefHbix HuKenem [1186]

1—0,5 2 nopons!, pasmenbuenHoil B cTynke, o6paGareBaior 20 sa 40%-1o# HaFa
1 3 ma 60% -noit HCIO4. PacTBop BHNAPHBAIOT Ha BOASAHOM HIH nectaHoit 6aHe, 0CTATOK
caerka npokanusawt s yianenns HClOg v o6paGatsiBaior 3 ma HCI (1 : 1) 1 10 ma
Bojisl. CofiepaKuMoe THIVIS NIEPEBOAAT B CTaKaHYHK H3 GOPOCHIHKATHOTO CTEK/NA, KOTO-
pulit NOMEm AT Na BOAAHYIO Ganio ANN pacTBOpenis BeexX coned,
[Nocie oxaaxaenns K pacteopy foGasasaiot 20—25 ma unrpathHoro Gydepnoro pa-
CTBOpA, NPHTOTOBJIEHHOTO Caeayiomum ofpasom: 200 e Tpex3aMeleHHOr0 UHTpaTa HaT-
us 1 102 consinoKHCa0r0 rHAPOKCHAaMHHa pacTBopstioT B 800 .2 BOAL H HeHTpaNH3YIOT
KIHJ,OH N0 THMOMOBOMY CHHEMY, 3aTeMm NPHMECH MeTa/lJIOB SKCTParupyloT pact-
popom autisona B CCls Ao Tex nop, noka OKpacka AHTH30HA He GYJIET OCTaBaThcsl He-
usmennoit. 3vavenne pH posopar NH4OH no 10—11,5 n pasGasasior pactsop go | a.
ToayyeHuslit UMTPATHBI PAcTBOP MOPOALI NEPEHOCAT B JeJNTENBLHYIO BOPOHKY
emKocThio 150 Ma i 3xeTparupyiot cieant Metanaos 0,015% -HeiM pacTBOpOM AMTHIOHA
B CCly mBamKabl, KOHTPOJHPYs nepej Bropoil skcTpakuueli snavenwe pH. Ecan ono
uuxe 8,9, 10 pacrsop cieayer nopuenounts NH4OH.

! Koneunas TOYKa THTPOBAaHH S MOMKeT GbiTh yCTAHOBJAEHA H [OTEHLHOMETPHYECKH
[32], nocne BLijenennsa MeAH THOCYIb(pATOM HJH JYYLIe NOC/]e BhAETeHHs HHKeas N+
MeTHJLAHOKCHMOM. B nocaejineM cayuae ropasjio yao6uee onpejleasTs HHKelb KOMIJIeK=
COHOMETPHYUECKH,
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OGneannennbie SKCTPAKTE NEPEHOCAT B CTAKAH eMKOCTbIo 100 A4, BHIApHBaIOT pa-
CTBOP Jlocy Xa, A06aBsi0T 2.4 KonuenTpraposannofl HaSOq u 1 ma 60% -noft HC1O4 gast
paspylIeHHs JHTH30HATOB, 34TeM HArpeBalOT Ha necuaHoil GaHe 0 MONHOro oGeciBe-
UHBaHH H BWNapHBAIOT Jiocy xa. CyXoit octatox npu nomoutn 3 s2 0,6 N HCI nepeno-
CAT B MEPHYIO KOJIGY eMKOCThio 10 M2 M pa3baBiasioT BOAOH 10 METKH.

Jns onpenenenus Hukens GepyT 2 M4 STOFO PACTBOPA, NOMEAIOT B npoGHpRY H3
GOpOCHHKATHOTO CTeK/a, Ky/d PHAHBAIOT 5 M4 WHTPATHOTO Gygepuoro pactsopa
1 s 0,3%-1oro pacTBopa o-(ypUAIHOKCHMA B CMeCH 5TaHosa U GeH30a (I:9). Ilpo-
GHpKY 3aKpHLIBAlOT NPHTEPTON npoOKOM H BCTPAXHBAIOT 2 MHH.

Bensonbublil /10l MHNETKOM NePeHOCAT B ApYTYIO NpoGHPKY, COfepKallyio 5 Ma
WHTPATHOrO GydepHOro pactBopa. JKCTPArHPYIOT | MHH. M CPaBHHBAIOT OKPACKY
SKCTPAKTA C MPHrOTOBJEHHLIM CTAHAAPTHEIM pajoM, cofepxamum 0; 0,25; 0,50; 1,00....
5,0 MKz nuxens.

OnTrueckylo NAOTHOCTL GeH3OMBHBIX IKCTPAKTOB MOMKHO H3MEPSTh Ha (oTOMeTpe
npu 435 mmk B xioBeTe ¢ TonmuHOM cios 1 cu.

Onncano onpejenenne HUKes B OPOAAX C NPeaBaPHTEABHBIM KOH-
LLeHTPHPOBaHHeM ero aiekTpoausoM [611].

4. ONMPEJEJIEHHE HHKE.4
B IAJIbBAHHYECKHX BAHHAX

Mertoarr onpeieNiennst HUKesl B SJeKTPOJHTHLIX BAHHAX H3BECTHEI
Gonee cra sier. Hukenn onmpenenssin tutpoBanmem no meroxy Mopa
[892]. Bror merox He npumensercs ceiiuac.

Onpenenenne HEKeNs B J€KTPOJHTAX A5l HHKeJHPOBAHHS METOL0M
ocaxeHHst LumeTraHOKcHMoM [40] onncaHo Hapsny ¢ Apyrumu Gonee
SKCIPeCCHLIMH MeTOAaMH B MoHorpagun [106]. Bosee Guictpeiit Mero
3NEKTPOJIHTHYECKOTO OCaxjaeHHsi npumenserca peako [319]. Uawe
BCEr0 HCHOJB3YIOTCS MeTOJ THTPOBAaHHs JHMETHJIHOKcHMOM [319]
Hn KomnuiekconoM 111 [4, 384, 554, 662, 838, 926]. IlepsbiM MeTOLOM
ONpejeNfloT HHKeNb B MPHCYTCTBHH APYTHX MeTasioB. Bropoii mertox
MOXKET GhIThb HCMOJNb30BAH HHOTAA Ge3 mpeiBapHTeNbHOrO BbigeleHHS
Hukeas [384, 9261, no waie, HanpuMep, KaK 3TO peKOMEHAYeTCs NpH
anajiude BaHH JJIs NOKPLITHA UHHKO-HHKeJAEBLIM CIIJIaBOM, HHKeJIb BHA-
yaje OTAENAIOT B BHJe JHMETHIJHOKCHMATa H 3aTeM Y¥Ke Onpefensiior
KOMIIJIEKCOHOMeTPHYecKH [5].

BbicTpbiM  siBAsieTcss  METOA  (hOTOMETPHUECKOTO  OnpejesieHHs
HHKeJNsl, OCHOBAHHLIH Ha H3MEPEHHH NOIJIONUIEHHS €ro CepHOKHCIOrO
pacrsopa [106, 859]. Kpome toro, Hukenn onpefeasior noasporpadu-
YeCKH Ha ()OHe XJIOpHJa aMMOHHs (ec/iH cOJAepXKaHHe HHKeNs HeBeJH-
KO) H METOAOM aMIlepOMeTPHYECKOr0 THTPOBAaHHs (bepPOLHAHHIOM Ka-
JIHS HJITH JH3THAAMTHOKapGaMuHaTom |106].

B Bannax sl 3eKTPONHTHYECKOTO BHIIE/IEHHS IPYTHX MeTalJ0B
ColepXaHHe HHKeMsT o0bluHO HeBenuko. ITostomy onpereasts ero pe-
Komenayercst (OTOMeTPHYeCKH, 4dalle BCEr0 ¢ HCHOJb30BAHHEM
AHMETHJIIHOKCHMA B npHcyTcTBHH Gpoma [149, 864] wam usmepennem
on‘mq?cxo? TJIOTHOCTH XJIOPOOPMHOTO 3IKCTPAKTa JAHMETHJLHOKCH-
mata (744].
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I'paBuUMETPHUYECKOE ONpejieielHe HHUKeJs AHMETHJIHOKCHMOM
B 9JEKTPOJNHTAX AAS HHKEJIHDOBAHHS, MeJHEHMs,
NOKPBITHA CNJABOM HHKeb—o0J0BO H Jp. [106]

9 A SMEKTPONWTA NEPEHOCAT MUNETKON WAy Goperkoil B KONy emxocthio 400—
500 ma, pasGasasior eogolt o o6bema 200—300 ma. Mpubasasior 0,2—0,3 2 Bunnol
kueaotet B NHsOH po mesnounoit peakunn no Gymare KOHTo, a sateM 2—3 KamiH
ero uabuirka 1 50—60 s 1% -HOro aTaHOABHOTO pacTBOpa AHMETHANHOKCHMA. PacTeop
nojorpeeaiotT 10—15 mMuH. 0 KoaryJsuH# OCajiKa, OTQHIBTPOBHIBAIOT OCAJIOK Hepe3
Ge330NEHBH QHILTP, TIMATEIBHO NPOMLBAIOT €ro ropsiued BOLOH, NOMEMAOT BMECTe
¢ ¢uasrpoM B ¢ap@opoBHE THrelb, NOJACYUIHBAXT H OCTODOMKHO MPOKAAHBAIOT
1o NiO.

TuTpHMeTpUYeCKOe OmpeleneHne HuKeasi Kommaekconom 111
B HHUKEJb-HHKOBBIX BaHHax [5]

20—30 M4 aHaTH3HPYEMOro pacTBopa NEpeHocAT B cTakaH, npuGasasior 200 ma
Boast H 30 ma 40%-noro pactsopa ¢opmanbAernfa (A1s paspylieHAst UHaHHAOB).
Yepes 15 mun. npuausanot 15—20 x2 HCl (1 : 1) 1o navana uamenenys LBera Oyma-
TH KOHTO, 3aTeM J0GaBafioT eme 150 #s Boaw, HarpeBawoT pactsop o 70—80°C u
npu pH 5 ocampaior suKeab 1%-HoiM aMMHa49HBIM DPaCTBOPOM JHMETHJJAHOKCHMA.
CKoarynupoBaBlnii 0cafloK OTOUABTPOBHBAIOT H NEPeocayNaoT HHKeNb H3 pasba-
BJIEHHOro ropsiuero pactsopa, npubasaas NH4OH no pesxoro sanaxa.

HALTPOBAHHBI H NMPOMBITHIA OCANOK PacTEOPSIIOT B BO3MOXKHO MEHbIIEM KO-
anvectse 10%-noft HCI, coGupas pacTBOp B KOHHUECKYIO KOGy eMmkocThio 250 Ma,
H BemapuBaioT 10 2—3 4. Ilocie oxnamaenus pacTeop pasbasisior BooH a0 100—
125 ma, npuanBaior K Hemy 15 2 0,05 N pacrsopa komniexcona 111, nefitpannsyior
10%-uem pactBopom NaOH no Gymare kOHTO H eme 706aBISIOT HECKONBKO Kaledb
3TOro pacTsopa. llpmamsaior 2 M2 ammHausoro Gygepsoro pactsopa (pH 10—10,5)
u tutpyiot 0,05 N pacteopom ZnSOs 0 Nepexojia cHHell OKPacKu B KpacHO-(HOMETO-
BYl0 (MHAHKaTOp — Xpomorendeputit ET-00). Paanocte mMemway ofbemaMu f0Gasled-
Horo 0,05 N pactsopa ZnSOs cootsercTByer KoanuectBy Hukeds (1 sz 0,06 N
pactBopa xommiekcona 111 coorsercteyer 7,0217 mz NiSOs-7H20).

doroMeTpHyecKoe OnpefeNeHHe HHKeJs
B BAHHAX JI/Isl 3JeKTPOJHTHYECKOr0 HOJIYYEeHHs LHHKA

K 10 ma snexTponnTta, cogepxamero 5—0,5 mz/mi HHKeNs, TOMEMIEHHOTO B Jie-
JIHTEJIbHYI0 BOPOHKY, npuGaBasior 10 Ma pacTBOpa mHMTpaTa HaTpHS, NPHIOTOB/EH-
HOro pacTsopenneM 14 2 numonnoil kHcaoTe B 100 M4 2N pactsopa NaOH, 16 ma
pactsopa NH4OH (ya. B. 0,934), 4 s2 1%-HOro 3TaHONBHOTO paCTBOpa AMMETHJAHOK-
chma H 2 xamix 1%-Horo pacTopa cONSAHOKHCIOro rujpokcuaamuna. Yepes 10 mun.
npubasasior 10 a2 xnopodopma u BCTPAXHBAIOT COAEPHHMOe BOPOHKH | MuH.

Mo paszenenun ¢a3 C/10R xaA0podopMa OTAENAIT H NOBTOPAIOT IKCTPArHPOBAHHE
HHKeJs ellle 2 pasa. DKCTPAKThl OOBeIHHSIOT H peskerparupyior mukeab 10 s 0,5 N
HCI, a 3arem eme asaxaw 5 a2 0,5 N HCl. K peskerpakTtay npu6asisioT 5 ma Ha-
cumennoi 6poMBoi Bogsl, 2 #a pacteopa NH4OH (ya. B. 0,934), 2 ma 1%-Horo sta-
HOJILHOTO PACTBOPA AMMETHIJHOKCHMA, pa3baBisioT Bofoi 10 50 ma u depes 10 mumn,
H3MEPHIOT ONTHYECKYIO MMIOTHOCTh Ha (OTOMETpE C 3eeHbiM CBETOQHIBTPOM.
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5. OMPEJEJIEHUE HHKEJIA
B BEUIECTBAX OPTAHHYECKOro nPOMCXO)XJAEHHSA, NMOYBAX H BOJIE

Onpepenenne HUKeJass B MO4YBax
H OHOJIOTHYECKOM MaTepHale

Hukenb B noysax U B pacTHTesbHBEIX O0beKTaX Gbli OOHapyXeH AaB-

Ho [673], HO B CBA3HM C TeM, UTO 3HAUEHHE €ro B JKH3HEAEATeNbHOCTH
pacTeHHHl H JXHBOTHBIX BLISICHAETCS JIHIIb B [OC-
Z JejiHee Bpems, paGoT MO aHaAH3y ITHX OGBHEKTOB
1 @ HEMHOTO.

Ananusupyemblii MaTepHas mepeBONAT B pacT-
,  BOp, HHKeIb HAPALY C APYTHMH 3JeMeHTaMH KOH-
LEeHTPHPYIOT U 3aTeM OINpPEeAesSIOT ero cofepKanue

B KOHIleHTpaTe.

[TouBsl 0GpabaTbIBalOT cMecbio (PTOPHCTOBOAO-
pOAHO# M xJopHo# kucnor [612, 11911, a3oruoli u
coaanofi kucaoramu (448, 533, 6121 nau cnaasaa-
1o ¢ Kap6ouarom Hatpus [200, 533], pasnaras
NOJAydeHHBIH 11J1aB COMAHON KHeaoTol. Mnorja pac-
TBOPDHMEIE B KHCJIOTaX COEAHHEHHsI HHKeas H IpYy-
THX MHKDO3/JEMEHTOB H3BJIEKalOT PacTBOPaMH CO-
aAsHoit kucaorsl [5, 1112). PacturennHele Mate-
pHasbl npeaBapHTeNbHO cxkuraot npu 350—500°C
[416]. JKuBotible MaTepHa/abl OKHCIAIOT CMeChiO
cepHO#i ¥ asorHoll kucaor [918] wau npumensior
oOblyHOe o30seHue [343]. 3ateM HHKeNb KOHIEH-

8 i TPHPYIOT OCaxkAeHHeM B BHJe cyabhuaa [769, 1112],
— Tpy0OKa; 2 — pe-

sunosas mpobka; 4  PyOeaHaTOB BMecTe ¢ psijom MeTaanos (200, 343],

pesunosas mydra; 4— IKCTPaKIHeill B Buje AuTH30oHata [1194], nustua-

npodupka; 5 — cop-  ITHTHOKMpPGAMHHATA H B BHAe JHUMETHJJHOKCHMATA

funs {980, 1075]. PekoMenayoT Takke XpomaTorpagpu-

yecKoe KOHIeHTpHpoBaHHe HHKenas [4, 155, 1079].

Onpenenenne yaie Bcero 3akanuuBaioT (GOTOMETPHIECKHM METOIOM
C HCIIOJL30BAHHEM JHMETHIAHOKCHMA B TNPHCYTCTBHH OKHCJAHTENA
[293, 980, 11681, nonsiporpaduueckum metogom [200], crekTpansHbIM
MeTOJIOM M MeTojoM XpomaTtorpadnu Ha Gymare [576].

Puc.28. Konuenrparop

Onpepeneise HUKensl B PACTHTENbHBIX MaTepHanax
C Xpomatorpatuueckum KoHueHTpHUpoBauuem [5]

5 2 BHICYIIEHHOTO PACTHTEJIBHOTO MaTepHala HarpeealoT B craxkase ¢ 50 ma IN
HCI 30 mun. Ha mecuanoit 6ane. DKCTPAKT OTALIAIOT JeKaHTANHell H OCTATOK NPOMH-
BaioT 5 pas Bojoil. [TpoMeBHEE BOAN O0BERHHAIOT C SKCTpAKTOM, pasbasisioT a0 1 2
H TIePEHOCHT B KOHUEHTPATOp, NpeAcTaBasomHil cofoii Tpy6Ky emxocThio | 2 (pHe. 28),
BepXHHIl KOHEILl KOTopoi sakpeiBaeTcsi pesnHoBoii mpo6xofi 2. K matpyGKy HHiKHero
OTTAIHYTOrO KOHIA B Hauajle KOHIEHTPHPOBAHHS NMPH NOMOIIH pe3HHOBOH MydTh 3
npucoennnsior npobupky 4 ¢ copGentom KVY-2 (5). Tlocne npucoennnenna x Tpy6Gke
npoGHpPKH ¢ KaTHOHHTOM NpHGOP AOBEpXY 3aNoJHSIOT aHANH3HPYEMLIM PACTBOPOM H
3aKpLIBAIOT NPOGKOH, He ocTaBasis MMOX Heil My3HPbKOB BO3AyXa. 3arem npuGop mepe-
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BopaunBaloT npoGkoi paus. [ocae ocepanus copGenta BHOBL NEPEBOPAUMBART KOH=
nentparop. Korja Bech copGent coGepercsi B npoGHpPKY, ee OTCOeAHHSIOT.

MoHUT nepeHoCsT u3 NpoGHPKH B CTAKAHUHK eMKOCThIO 50 4 i o6paGaTeiBaioT
4 pazano 15 #a 4 N HCl u | pas npomMpiBaioT BOJOIL.

OGbeHHEHHbE NPOMBIBHBIE KHAKOCTH OOLelHHAIOT, YNapHBAIOT JI0 2—3 Ma
¢ noGasaennem 2—3 kaneib 20%-noit HaOs. YKujikuil KOHIEHTPAT NePEHOCAT B J&IH-
TebHYI0 BOPOHKY, B KoTopywo poGasisior 10—I15 ma 10%-noro pactpopa uWMTpaTa
natpns, nefirpannsylor Konuentpnposannmm NH4OH a0 cnaGoro sanaxa m saTem
n06aBasioT eme 1—2 xamu ero. locae storo npuGapasior 3 Ma 1%-Horo sTanofbHO-
r0 pacTBOpa AMMETHJIHOKCHMA H SKCTParHPYIOT JHMETHIAHOKCHMAT HHKEIA ABYMS
nopuHaAMH Xa0podopma no 3 Ma B Tedenue 1 mum. Jlis OTAeNenns M xao0podopu-
Hlit pacTeop npoMpiBaioT 5 #2 NHaOH (1 : 50). 3aTem HiKeab pesKCTparupyior 1 MHH.
3 #a 0,5 N HCl. ConsHOKHC/bI PACTBOP TEPEHOCAT B MEPHYIO MPOGHPKY eMKOCTBIO
95 M H ONpefeNsioT HHKeb (POTOMETPHUECKHM METOJOM, KaK YKa3aHOo Ha CTp. 111.

Onpejlesenne HuKeass B GHOJOrHYeCKOM MmaTepuase
( KOHIEHTPHPOBAHKE JHMETHIHOKCHV.OM) [293, 677]

Ananusupyemoe OpramHyeckoe BemecTso! ofpaGaTHBAlOT A30THOH H XJI0PHOH,
KHCIoTaMH. [IoMydenublii pacTBOp PasbaBlAAOT A0 NMOAXOAsILEro Ofbema. O16upaiot
ANWKBOTHYIO 4acThb PAacTBOPa H ITIOMENIAIOT ee B JGNHTE/IbHYIO BOPOHKY, 106aBaASIOT
2 ma 10%-Horo pacTeopa COIAHOKHCJIOrO THAPOKCHAaMUHA, 5 ma 20%-uoro pactBopa
uHTpaTa HaTpus, 3 Kanau deHondrarenna M TAKOE KOMHUECTBO KOHUEHTPHPOBAHHOTO
NH4OH, 4T06H pacTBOp CTal KPacHhM, H 3aTeM H3GHTOK aMMHAKA 4 KallJi. Tpuau-
paoT 2 ma 10%-H0ro 3TAHOALHOTO PacTBOpA AUMETUAAUOKCHMA, ACBOAAT ofneM pa-
¢TBOpa npAMepHO A0 6044 1 BCTPAXHBAIOT I0CIEAOBATENBHO C TPEMS NOPUHAMH nob ma
xaopodopma, Kaxasiit pas B Tevenue 0,5 MHH. DKCTPAKTH OGBeHHAIOT H MEJb H3 HHX
yAansioT BeTpaxusannem ¢ 5 sa NH4OH (1: 50) B Teuenne 1 MuH. Huxenb peskcT-
PArHpyIOT NPH BCTPAXHBAHHH 3KCTpakTa 1 MHH. C 10, a satem ¢ 5 #2 0,33 N HCL
PeskcTpakTsl coGipaior B MepHo#l koaGe emrocTbio 50 sz Io6asasior 2 sa 20%-
Horo pactBopa taptpara Hatpus, 10 x4 49%-noro pacteopa nepeyibgara xanus, 0,6 sz
1%-uoro pacteopa Aumetwazuokcnma s 0,25 N NaOH 1 2,5 ma 5N NaQH. Ocrapasior
Ha 30 MHH., a 3aTeM M3MepsIOT cBetonornouwenye npu 465 mux. Ilapajienbio npo-
BOJAT XOJOCTOH OMNBIT.

Onpejlesiendie HHREAs] B NUBe H MHBHBIX JIPOXKKAX
(KonuenTpHposanHe JuTH30HOM) [831]

B xeapiesoi yawxke Bunapupaior 100 #a nuBa aocyxa (wan Gepyr 10 2 MHBHBIX
JposKeii). 3aTem BhIMAapeHHBIH WK TBepAwil obpasell 030150 B mygeae npu H500—
550° C 1o Tex mop, MOKa 30j1a He cTaHer Geaoit. OcCTaTok B yaulKe CMauMBaioT 2 ma
HCL (1 2 1) u 2 s4 BoRsl, BunapueaoT focyxa npu 100° C u Buosb ofpafatuipaoT oc-
ratok 1 m2 HCI (1:9) un 2 sz Ho0.

3arem cojepiKiMoe damkH pasGasasmior 1o 6 ma BOJON M IKCTpArHpyioT 4 ma
0,05 %-noro pactsopa auTH3oHa B CCly 10 Tex NOP, NOKa OKpacka AMTH3OHA He Oy-
7eT OcTaBaThes HeHaMeHHOMH. [Inst onpejesieHns HHKeNs OTOHPAIOT aMHKBOTHYIO 4acTh
pacTBopa KOHUEHTpaTa, T/e TOC/e paspyleHds AHTH3OHATA HHKeJb OMpeleslsior
(OTOMETPHUECKHM METOJ0M C HCMO/Ib30BAHHEM AHMETHJIAHOKCHMA H GpOMHOH BOABI
{cm. crp. 111).

Onpepenenve HHKeJsi B Io4Bax
(konienTpuposanue pyGeanosojoponnoii kucaotoi) [200]

93 2 TOHKOH3MeJBLUEHHON H NMOAKHCIEHHO cepHOfl KHCAOTOH MOYBE NpOKaIH=
B80T B KBapueBofi yamke npu 450° C B Mydene u 3aTeM JTHTEIbHOE Bpems 06paGaTi-

1 AHalnH3HpYEMOe BellecTBO HeoGX0AHMO GpaTh B TAKOM KONHUECTBE, uTo6LI B HEM
CcOAepKaNoch He MeHee 5 mx2 HHKeNd.

155



sator emecsio HCl 1 HNO; o nostnoro oGecupeudBaHns rAMHHCTO-NIECYAHOT0 OCTATKA
(ecnn ocTaToK GyneT OKpallleH, TO €ro cjejyer CJIaBHTh ¢ KapGoHATOM HATpHA H NoO-
cie pacteopenust B HCl nposeputs Ha copepkanne MeranoB pyGeaHoBOAOPOAHOR
KHCJI0TO).

INMonyyennpiit pactBop nocie otaenennst SiOs n npnGasnenns 1—2 2 auMonnof
KHCAOTHL HeliTpannsyior uabuirkom konnentpupopansoro NH4OH u k pacrsopy no-
Gasnsior 2—3 ma 0,5%-HOro 37aHONBHOTO pacTBOpa pyGeaHOBOAOPOAHON KHCJOTHL
Yepes HecKONMbKO UacoB 0Cajiok pyGeanaToB pacTopsioT B ropadeit 20%-roit HNOj,
KoGanbt orpeasor 1-unTposo-2-nagronom, a ocTaBmmiics pacTsop noasporpagupyior,
Kak ykasano Ha cTp. 136.

Onucan Metoj onpeaeneHHsi HHKedst B OHOMOTHYeCKHX o0beKTax
H [I0YBax ¢ HCMOJb30BaHHEM MeTOJa 0cafloyHOH XxpoMartorpaduu Ha Gy-
Mare [4].

Onpenejedne HHKeAsI B HepTH
H mnpofiyktax ee nepepaboTku

Hedre o30as10T u npokanusawt ocratok npu 450—500° C uam oKHCAfoOT cume-
csiMH ceproit 1 asoTHol {792], uan azornofi n xnopnoft kucnor [676). Tipn npoxann-
BAHMH OGBIMHO TEPSETCS YaCTh HHKeNs, MOITOMY Jyulle NpoKaansath HedTb B NpH-
CyTCTBHH 371emMeHTAPHOIL ceprl [40]. MeTojs! Bhizie/leHH st HiKe/Isl H3 30/1bI CXOANE! C METO-
AAMH, ONNCAHHBIMA A5 GHONOIMUECKOrO MaTephania.

Onpenensiior HUKeNb (GOTOMETPHYECKHM METOAOM C HCIOJIb30BAHHEM IHMETHJ-
JHOKCHMA B mpHCYTcTBHH okncantens [401], a-dypununokcumonm [676], comoxpom-
kpacuum ERS [792], wann ke, kax u B nousax, nonsporpapuueckum [626] unn cnexr-
panbueiM metogom [791].

Onpenenenne HuKeass B HepTH
conoxpomkpacueiMm ERS
(xpomatorpaduueckoe orTaeaenune) (792]

B kBapuesoii vamke anamerpom 9—12 cu cmeumpaior 1—5 2 nedtu ¢ natukpar-
HeiM KosmnyecTBoM HaSOa, noxpsiBaloT 4acoBLIM CTEKJOM H HAarpeBaloT Ha acGecToBoit
CeTKe JI0 KHMeHHd. 3areM OCTOPOXKHO A06aBAfOT 2 MA KoWueHTpHpoBanHoi HNOg
M3 MHNETKH H HATPeBalOT N0 Bhigedenns napoB SOs. 31y onepaumio NOBTOPHIOT
okoso 10 pas, noxa B KBapuepoll wyaiike pacTBOp He CTaHeT npos3pauneiM (Ha 1 2
nedti pacxoayercs 40—60 ma HNOg). 3arem ocTaTox npoxaamupaloT jocyXa Ha OT-
KpbiTom orte. [To oxnamaennu x octaTky noGasasior 10 ma xoaueurgnﬁoaaunoﬁ HCl n
BRITAPHBAIOT Ha BoAsHON Game nocyxa, BHOBb joGasasior 10 ma HCl 1 90 s
Metanona. 371oT pacTeop npomyckawr co ckopoetsio 0,5 sa/mun uepes creumansuo
MOArOTOBJIEHHYIO CMONY Aayske, npombityio 1 N HCI no yaatenns xenesa n cMeCbio
5 #a 6 N HCI u 45 ma metanona. ®uawtpar, cogepiamuil nukenp (ot 2 g0 30 mxz
Ni), co6upaior B KonGy emkocrsio 100 ma.

Jlns onpeneies s HHKeNsl K alHKBOTHOMN uacTH pacTBopa B Koj6e eMKocThio 10 sz
npuansaioT 0,5 ma 2,56 M pactsopa auerara natpus, 1 ma 0,035%-noro pactsopa co-
saoxpomkpacioro ERS u o6bem AoBopsaT a0 meTkH. OJHOBpeMEHHO OTOBAT CTAHAAPT-
Able pacTBOpel. MamepsloT onTHueckyio mAoTHOCTH npH 510 Mumk.

Onpepesenne HHKeNs: B NPHPOJAHBIX BOjax

B npupoanbix Bojax cofep:KuTcH (3a MCKJIOYEHHeM WIAaXTHBIX BOX
B HHKeJIeBBIX PYAHHKAX) MH/JIHOHHBIE J0JH NpouenTta HHKeas. [lepBui-
MH Ha NPHCYTCTBHe HHKeas B Bojax oGpaTHAH BHHMaHHe Manaryrtu
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[921] n ®opxammep [673]. Buepsuie onpeaenun HHKenb B NIPHPOAHBIX
sogax Mamora [197].

Onpezenenne HuKesst B BOIAX BOIMOXKHO MOCJIE €r0 KOHIEHTPHPO-
BauHa. HauGonee crapoiii Metos — BhinapHBanHe GOJMBbIIHX OGHEMOB
Boanl [201, 366, 1]55£ [Tocnie ynapusanust janbHelluee KOHIEHTPH-
poBaHue M OTAe/NeHHe HHKeNs IPOH3BOLAT C NOMOILILI0 pyGeaHOBOJO-
ponHoit Kueaoth, coocampenus ¢ Mg(OH), (3661, FeS [366], 8-okcu-
XAHO/MIHHOM, THoHasuaoM [1155], sKcTpakuuelt JHMETHJIAHOKCHMOM
[366], mustungurTHOKapGamanaToM M 8-okcHxmHoammoM [102, 148,
183] uam xpomarorpaduuecku [ 4].

Onpejenenue HUKeJs 3aKaHYHBAIOT cnekTpaabhbv [1155], noasipo-
rpaduueckum (2011 unu cnextpodoromerpruecknam [366] metomom.

CnekTpoQoTroMeTpHUEeCKOoe onpejedeHne HHKeaH
B BOjJE !
(Konyenmpuposarue coocaxcderuem) [366]

2—3 2 Bojwl, cofiepaKaleil He Menee | M2-3k6 MarHusA, HarpPeBaloT [0 KHIeHH s 1 0=
Gapasior 20 ma 10% -woro pacrsopa NaOH na kamawit aiutp. Iocse otcransanus oca-
JIOK JeKaHTauueil oTaesior oT pactsopa u pactsopsior B HCl npu goGasnennn nec-
KoMbKiX KpucTaanos KBrOj; HaGuitok Gpoma yiansior po6aBierneM cepHOKHCIOrO
TAApORCAZaMiHa. Brosb nepeocaxpaior Mg(OH)a n ocanok pacteopsior 8 HCl. K pac-
TBOPY A0GaBJIsIOT N0 ~2 ma pacTBopa conn xkenesa (II1) na xaxase 50 M2 u npnu
KHnsYeHnH BBoaAT no kanaam (NHa)eS no npexpamenns sunagenus uepuoro ocaaxkal.

Orduabrposannnii ocanok pacrsopsior B HCI ¢ joGasiesuem Gpomuoit BOmwL;
H30uTOK GpomMa yAansioT npuGasjieHneM HaChleHHOTO PacTBOpa CepPHOKHCJIOro THI-
pasuna, K oxnamkaenHoMmy pacTopy A0GaBiisioT TapTpaT HATPHS — KaiHs WJIH LHT-
pat warpun (0,5 2), gouuentpuposauunit NH4OH no nossremus 3anaxa u 3—4
Kanan 1%-Horo 3TaHoMbHOrO pacTBOpa AMMETINIAHOKCHMA. JIHOKCHMAT HHKeds 9K-
CTParupyloT Tpems NopuHaMH Xaopopopma no 1 ma xamnas. OGbelHHeHHBIE SKCTPaK-
TH npomeiBaior pactsopom NH4OH (I : 50).

KCTPAKTHI BHINAPHBAIOT, PaspylIalOT AHOKCHMAT HECKONbKHMH KallIfAMH KOH-
uentpupopannoit HCI, oxnamnaior, npuausaior HeGoapwwoit n3bmrok NH.OH,
0,5—1,0 ma Gpomuoit oA 1 npuGapasiior 2—3 KallIH pacTEOpa AMMETH/IHOKCHMA,
Oxpacky pacTsopa CpPaBHHBAIOT CO CTaHjapTaMH.

Onppejgenenne HUKeJast B Boje
C HCMNONbE30OBaHHEM KOHIEHTPHPOBAHHUSA METOAOM
Xpomarorpadgun [4]

Cunukarenb, pasmonoTwtit a0 wactuu, pasvepom 0,05—0,1 am u oTMuITLIL OT He-
aesa 10%-noit HCl n aucrnanmposamnnoii Bogoil, BucyumBaior npu 380—390° C,
3arewm obpabarsiBaior He Menee 10 pas 1%-uum pactsopom NH4OH n npombisaior Bo-
Joit o tex nop, moxka seansnna pH guapTpara e cramer papuoit ~8.

Konuentprposanne ciieoB HHKeIS H APYTHX HOHOB NPOH3BOAMTCS B KOHIEHT-
partope, OnucaHHOM Brille (cm. cTp. 154). TMorsomensble 5aeMeHTsl H3BJEKAIOT H3 COP-
Genta uan ropauum pactsopoM HCI, win 30%-umm  pactBopom NHuCl Tpems-ue-
THIpbMs MOpuuAMH 10 10 ma. ConstHOKHC/AYIO BHTSKKY ynapusaiT 1o ofbema 5—
10 M2 1 Takum 06pasom MONYHAIOT KOHIEHTPAT, B KOTOPOM HHKEIh ONPEeT AI0T ClIeKT
podoTOMETPHUECKH, KAK omucano Ha crtp. 111.

Onncansl MeToAb onpefeseHus HuKeas B xupax [120, 833, 1249),
u B 3071 [415] u apyrux o6vekrax [332].

! Creayer usGeraTe H3GHITKA OCAJAHTeNs, TaK KaK 4aCTh OCajKa MOMKeT NepeiiTH
B KOJNJIOHHOE COCTOsIHHE.
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6. ONMPEJAEJIEHUE HUKEJA B BEUIECTBAX OCOBOH YHCTOTbI
H NMONYNPOBOAHUKOBBIX MATEPHAJIAX

HaunGosee pacnpocTpaHeHHBIMH MeTOJAaMH OnpefeseHHs HHKeJs
B TaKHX BelleCTBAX ABHJIMCE (DU3HKO-XHMHUECKHE METOIBI, CPeiH KO-
TOPBIX Ha IepBOM MecTe CTOAT CeKTPOXHMHYECKHIi, 3aTeM cnekTpodo-
TOMETPHYECKHH M aKTHBALLHOHHLIA METOJBI. :

AHa/iu3 BeLIeCTB BHICOKOH CTENEHH YHCTOTLI NMpPelbsBJAseT Ocobbie
TpeOBaHUA K TMpPHeMaM aHanH3a M NpHMeHAeMbIM peaktHaM [889].
Srtu o0l He BONPOCH paccMoTpeHbl B psijge pabor [241, 1039], nostomy
HaMH GYAyT OTMeYaThCA JIHIIL OCOGEHHOCTH ONpeneeHHs HHKeIs B
KOHKpeTHbIX OOLeKTax. :

Bnauk ¢ corp. [44] npemnoxua MeTon onpeneseHHs CAeI0B HH-
KeJsi B UHCTBIX rajoreHugax. CyuiHOCTh MeTOZa 3aKJloyaeTcsl B KOH-
IeHTPHPOBAHHH HHKeNs IKCTPaklHell ero AHMeTHJIJHOKCHMaTa XJ10po-
dopMOM M ompejeneHHH MNoOcae PeIKCTPAKUHH JAHMETHIAHOKCHMOM H
GpoMoM B BOAHON cpepe B mpucyTcrBiuu ammuaka. OnpegensieMbrii
MunumyM 1-107%% uuxens (5 mxke M3 HaBeCKH conH 5 ).

OHPCAEJIEHHC HHKeJsl B 0CO00YHMCTBIX COMAX 1EJOYHBIX MeTaNI0B

2,5 LiF, NH4F, CaF; noMemaioT B N1aTHHOBLIH THTeJb ¢ KPHIIKOi, npuGaBasior
15 sa HCIO4 (ya. B. 1,5) H HarpesaioT THreab Ha 3JAEKTPONVIUTKE MOmHOCTBIO 800—
1000 am, saxpwiToii acGectom. CoepikUMOe THIVIA MEPHOIHYECKH NepeMelnBaloT, o6-
XBaTHIBAsl €ro ¢ BHeIIHell CTOPOHBI THreAbHbiMH munuamu. Harpesaior 30—40 mun.
nocjie Hauaja BbIIEJNEHHS] NMAPOB XJAOPHOH KHCIOTHI.

Conepyumoe OCTHIBLIErO THIVIA PACTBOPSAIOT B BOJE, NEPEHOCAT B AeNHTeNbHYIO
ROPOHKY, NPHGABAAIOT Kamlio (enonoBOro kpacHoro, 5 ma uutpatsoro Gydepnoro
pactBopa (20%-Hblit BOAHBIA pacTBOp Tpex3aMmelleHHOTr0 LHUTpaTa HaTpus), 1 ma
NH4OH (1 : 5), 1 ma 1%-HOro 3TaHONBHOTO pacTBOpa AUMETHIJIHOKCHMA H 3KCTpa-
THPYIOT HHKeb ABYMs MOPUHSAMH xnogoocpoxma no 5 ma gaxnas. OGbeiHHEHHBIH K-
crpakt npomuBalT 5 sa2 NH4OH (1 : 50). Ammuaunuiii pacteop BCTPSAXHBAIOT € 2 M2
xjaopodopMa, KOTOPHIN NPHCOSAHHTIOT K XA0PohopMHOMY SKCTpaKTy. O6beanHeHHbIR
skctpakt Berpsixnpaiot ¢ HCl (2 mopuwn no 5 ma). K nonyuennomy consiHoKHCAOMY
pacTBOpY, MOMEIEHHOMY B MepHylo KoiGy emKocThio 25 ma, mpuGasasior 0,2 ma
Gpomuoit Boaw, 1 m2 NH4OH (ya. B. 0,91) n 0,5 ma 1%-noro sranonbHoro pactsopa
JAHMETHAHOKCHMA, pasGaslisioT BOJOI /0 METKH H uepes |5 MHH. H3MepsIOT ONTHYeC-
kyio naorHocts Ha POK-H ¢ cunnM coeropuabTpoM B Kiosete ¢ TOMIHMHOI ¢107 B cx.

Ananora4ubiii cnoco6 npuMeHseTcs 414 onpejie/leHHs HHKels B Ka-
yeruueckoit coge [184]. IMoaroropnennsiii ans ananusa NaOH neiitpa-
ausyior HCl u panee mocrymaioT, Kak B mpeiwiaylleM merofe. Uys-
crBHTeNBHOCTb onpegenenus |- 107°% nukens (0,1 mxe u3 naseckn 10e).

Cnenpl HHKeIS ONPENe/IsiloT B BHICOKOUHCTOM META/NIHYECKOM ce-
pefpe cnekTpajibHbIM MeTozoM, Ge3d KouieHTpuposauus [902]. Ana-
ausupyemeiii o6pasew pacreopsior B HNO; (I : 1), pactBop Bbinapu-
BatoT jgocyxa, naasat AgNO; u pasmenbyeHHbIH NMOPOLIOK HHTPATa ce-
peGpa MOMeIAlOT B KpaTep YroJlbHOTO 3JEKTPOAa.

B yucToM MeTassIHuecKoM 30J10Te HHKEb ONpelesioT CieKTpalbHOo
[88, 1302] nau nonsiporpapuuecku [1043]. CnekTpanbio HHKeNb OI-
peaensiercss Ge3 oboraiieHHsi ¢ YyBCTBHTeNbHOCTBIO 5:107%%. Yys-
CTBHTEJILHOCTL  MOJApOrpadguyeckoro  Onpeje/leHHsi  COCTaBJfAeT

158



> 107° %. Takas yyBCTBHTENLHOCTb AOCTHTaeTCs 6;1arofapsi KOHIEHT-

HpoBaHHIO. OCHOBHYIO MacCy 30.10Ta 1OCJ€ PaCTBOPEHHS €ro B CMeCH
%Nos H HCl u ypanenns HNO, ornensior us 3N HBr skcrpakmuueii
H3onponuiaoseM 3pupom. Hukenp nomsporpadupyor na ammHausHoM
¢one. Mcxonnas HaBecka sonora pasra 0,5 e.

MHOro paGoT MOCBSLIEHO ONMpEAEJNEHHI0 HHKEs B METallHYecKoM
Gepuauinu ¥ ero okucse. HuKesb onpeesisiioT B GepHIJIHHE ClIEKTPAIbHO
Ge3 kouuentpupoBanus [136, 898, 982]. UyBCTBHTENBHOCTH TaKOro
onpefenenns 1072 %. Bonee Buicokasn wyBCTBHTENLHOCTH nOMyuaeTcs
NpH KOHUEHTPHPOBaHHH CJI€JIOBBIX 3/1eMeHTOB. JI/1 3TOro OCHOBHOI alle-
TaT GepHJIIHs SKCTPArHPYIOT XI0POPOPMOM, a OCTaBLIHECS NPHMECH Ha
HeGoJibIIOM KostYecTBe BeO nepenocsites na yroabubift snexktpon [136].

DOTOMETPHYECKHE METOAB ONpPejie/ieHHA HHUKeJsi B BHICOKOUHCTOM
GepHJ/IHH OCHOBaHbl Ha PeakiHuax ¢ okcuMmamu. Oxun H3 MeToa0B [756]
3aK/0YaeTcs] B KOHIEHTPHPOBAaHHH HHKeJsl NMyTeM COOCaXKAECHHS C
Cd-6ensoTpuasosnom, gaabHelieM XpoMaTorpadHIecKOM OTAeqeHHH OT
NPOYHX 3/IEMEHTOB M OKOHYATENHHOM ONpeNeNieHHH AUMETHJAHOKCH-
MOM H OKHC/IHTeNeM (mepcy/bdaToM aMMOHHS). UyBCTBHTENBHOCTD Me-
TOAA COCTaBJsIET 3 MK2 HHKeJs.

Boaee nepcnexthBen Metox ¢ a-ypuagnokcumom [1048].

Onpenenenne HHKeast B GePHIIHH &-(DYPHIIHOKCHMOM

1 2 meranna pactsopsior 8 HCI man HaSOy (7 #a HeSOs nan 21 sa HCl). Pacr-
BOD yMapHBAlOT 0 MHHHMAJBHOTO 06beMa, NMEPeHOCAT B MEPHYIO KONGy eMKOCThIO
100 m2 1 annkBoTHYIO yacTh (25 M4) pacTBOpa NMOMEIMAIOT B AETHTENBHYIO BOPOHKY
eMKOCTBIO 125 m4, ao6aeasioT 10 M2 30%-HOro pacTBOpa uuTpaTa HaTph#, NATH Ka-
nenb denondranenta u gecsrs kanenr NHsOH. 3arem poGapasior 20% -Heiit pactsop
NaOH no nosinerns posopoii okpacku. Ilocte sToro zo6aeasior 3 sa 1%-Horo
BOJHOTO DACTBOpA 2-(ypHJIHOKCHMA M SKCTparnpyloT 10 sz xaopodopma 1 mum.
OKCTPaKUHIO NOBTOPSIOT eme pas. OGbeAMHEHHWE SKCTPAKTH NOMEmMaT B KOAGY
EMKOCTBIO 25 M4, ACBOAST 0 METKH STAHOAOM H H3MEPAIOT ONTRUECKYIO NACTHOCT Ha

cnex’rp()q:orome'rope NpH 435 MMK B KioBeTe C TONMHHOMN c10si 5 ca. UyBCTBHTENBHOCTE
metona 1.107% %

Hukeas onpeaensioT B GepHJJIHH TakKe METOIOM HEHTPOHHOI aK-
thBauud. Meroa Hernnodi u 3amsatunoit [224] ocroBan na ucnoanao-
BaHUH s11epHoil peaxuuu Ni® (n, y) Ni®®. U3 o6meii macchl H30TONOB, 0-
JY4eHHBIX mnoc/ie o0aydeHHs ofpasiua H 3TajloHa, HHKeNb BHIAEJASIOT
CHayasla SKCTPaKLHeH AHSTHIJHTHOKapGaMHHaTa XJOPOpOpMOM, 3a-
TeM — JAMMeTH/I/IHOKCHMATA ¥ ONPEleisiOT ero KOJHYeCTBO NO aKTHB-
HOCTH OCajlka JIHOKCHMATa Ha TOPIOBOM cueTYHKe. UyBCTBHTEIBLHOCTD
merona 5-107°%. Teopernueckas uysctBHTEnBHOCTH 6-1077% He 10-
CTHTaeTCs BCJAEACTBHE OOJLLIHX NMOTEPh B ONEPALHAX BHIeJEHHS pa-
AMOXHMUYCCKH YHCTOrO HUKeAR. DTOT MeTOX TPeGyer KOHTPOAR Pajuo-
XHMHYECKOH YHCTOTHI H30TONa.

Hpyroii meton [888] naer yysctBHTEBLHOCTD 5-107°% nuKeas npu
anaause 1 2 o6pasna. On GeICTp, TaK Kak nocJe o6yyenns o6paser Ge-

PHIIHA aHAMH3HPYeTcs Ha y-cnekTporpade. Hukenb onpepensiior mno
Co?.
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B Marnud BBICOKON WYHCTOTH HHKeJNb ONpEAENAIOT CNEeKTPadbHO
[90] (Ges konUEeHTPHPOBANHS) C 30AOTOM B KAYECTRe BHYTpPEeHHEro crau-
Aapra. UyBcrBHTeIbHOCTD MeTOa cocTaBasier 1073%.

B consix Marnus H KaJblHsi, B YaCTHOCTH B XJIOPHAAX, HAKEJb OIl-
penesisioT poroMeTpHuecKH. KoHlenTpHpoBanHe H OTAeIeHHe NPOBOASAT
SKCTpaKuHeldl JHMETH/JJHOKCHMATta XJ0POPOPMOM; H MOC/IE PEIKCTPAK-
I B BOAHOH (ha3e OnNpefeasioT HHKeJNb JHMETHITJHOKCHMOM B
NPHCYTCTBHH HOJa Kak oKHcauTens.UyscrsuTenbnocts 1-1075% [371].

B uunKe BHICOKOH WHCTOTEI HHKe/Ib ONPEAEJSIOT CleKTPA/IbHLIM Me-
TOAOM C npeABapHTeNbHO# oTroHKO# uuHKa npu 500° C. IlpumecH nu-
KeJs H pfja HeJIeTyuHX 3JeMEHTOB OCTalOTCSl H CHeKTPOrpapupyloTcs.
HyscTeurenphoets Metofa 1075 —107°% [373]. [Ipumech nukeas B
cyabuae uHHKa (MOMHHOPOP) ONpenesAioT TaKkkKe clekTpaibuo [140].

Huxenp onpenensiioT B BHICOKOYHCTOM KaJAMHH H €r0 COEAHHEHHsIX
CHIeKTPODOTOMETPHUECKH C HCTO/I30BAHHEM JAMMETHIHOKCHMA H Nep-
cyanara ammonust [206]. KonuenTpuposanue HHKeNst mpoBOASAT 3K-
CTPaKIHeH AHMETHIAHOKCHMATa Xjaopopopmom. XaopoopMmubiii pa-
CTBOP 3aTeM ynapHBAalOT Ha BOASAHOM Gane B NPOGHPKE MOJ CIOEM COJf-
HOIf KHCJIOTHI, OCTaTOK HEHTPANH3YIOT aMMHAKOM H MPOBOJIAT (hotomer-
PHYECKYI0 peaKiuuio. Mamepenne Be1yT no MeTOAY cTaHAapTHON IIKAJEL.
HyscteuTenpnocTs Metona 2-107%% (u3 maseckn 10 2).

AHaJNOrHYHO ONpeNeNsloT HHKelb B XJOPHAAX KaAMHS H IHHKA
[371] ¢ Toii pasumuei, uto B KauecTBe OKHC/IHTES NPHMEHSIIOT HOJ.

Hukenb B cynbpuie u cenennge KaaMus onpeaensior NpH MOMOULH
PAN (241]. Yyscrsutensnoets Metofa 4-107%% (us nameckn 5 2).

Onpepesenne Hukeass B COMAX KajMHsi C Mcmogbaosanuem PAN

5 2 CdS pactsopsiior B kBapuesom cTakane emgoctbio 100 #a B 25 m2 HCI (1 : 1).
[locyte MOMHOrO pacTBOpeHHs PacTBOP BHITAPHBAIOT NOA MHQPAKpacHoil Jamnoit no-
cyXa # CyXoil 0CTaTok pactsopsior B 20—25 M4 BOAH, NOAKHCACHHON 2—3 KaniasMu

Cl. OnnoBpeMeHHO BejyT aHANOTHYHEIE ONEPAIHH ¢ XOJA0CTOl npoGoit. IMonyuenwmit
pacTBOp TNepeHoCAT B AeNHTENbHYI0 BOPOHKY, npHGaeisior 10 ma 2N pactsopa ame-
Tara natpus, 2 kanau Gpomkpesonooro canero n NH4OH 10 roayGoit okpacku pa-
ctaopa. Beoast 1 sa 1%-10ro sTanonbHOro pacTBopa AHMETHIHOKCHMA 1 Yepes 15 MuH,
SKCTPATHPYIOT JAHOKCHMAT HHKeJs X10poopMOM ABYMS MopuHamu mo 5 ma. Xaopo-
(opMHBIE PAaCTBOPH C/IHBAIOT B AEMHTEJABHYIO BOPOHKY H ABAMKIEI pesKCTparupyior
HuKeab 5 M2 0,5 N HCI.

K congnoxucnomy pactsopy no6asasior 5—10 ma aumerata matpusi, 2 Kamanm
Gpomkpesoniosoro cunero, NH4OH 1o ronyGoii oxpacku pacteopa u 2 #a 0,006%-
HOro 3TaHOJBHOro pactsopa PAN. HYepes 10 muH. coeaunenne HuKens IKCTPArHPYIOT
5 ma xnopodopma. IKCTPAKT GHIBTPYIOT uepes Oy MamKHLL GHABTP B KIOBETY AJIMHOM
1 cx M H3MepsIOT ONTHUECKYIO MIOTHOCTB Ha poToKoaopimerpe PIK-M co CBETODHIBT-
pomM Ne 5 OTHOCHTENBHO pacTsopa XOJZOCTOM NPOGHL.

Onpepenenne nukeas B CACO; mo peakuuu ¢ remrokcumom'

ITocae pacteopenus 1 2 npo6u B 1,5 s2 23%-noft HCI pH pacteopa nosopsaTt no
YHHBepcanbHOH HHAHKaTOpHOM Gymare /10 4 H pacTBOpP nepeHOCsT B JeNUTENBHYI0 BO=

I Meron paapaGoran asropaMmu.
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poirKy eMkocThio 50 M4, kyna nobapsior 1 s 0,03%-noro popHoro pactéopa rent-
okcnma. Cuech skerparupylor 5 sa xaopodopma 15 mun. Xaopodopmuniii SKCTpakT
npompnaiot 5—6 ma | N NaOH » vevenne 10 mun., satem noMemaior s TedIOHOBYIO
kiopeTy innoii 10 cm. ONTHUECKYIO MJIOTHOCTL H3MEPAIOT HA CHEKTPOpOTOMETpe
C®-4 npu 375 mmxk.

Ananoruano npoOBOAAT Xonocrtoi omuit B orcyrersue CdCO;.
KannGpopounsiii rpadHK CTPOAT N0 YHCTOH COH HHKEJs B cpeje docdart-
Horo Gydepuoro pacrsopa (pH 5,9) [241],noctynast, KaK onncaHo Bbille.

Onucan crneKTpaabHblil METO ONpeAeaenHs HHKe/IA B KaJMHH H ero
coequnennsnx [3791, Ges KouuenTpupoBaHus HHKeas. HUyBcTBHTE/Db-
nocrs Meroga 1:1074%.

B ramiMu M ero coejHHeHHsX HHKeIb ONpelesdioT CneKTporpagH-
yecKuM M CHeKTpoOTOMETpHYECKHM Merojamu. lamiuii ycHIHBaer
HHTEeHCHBHOCTb JHHHMI NpUMeced, H TOTOMY UYYBCTBHTEJIbHOCTbH METO/a
Mosker coctaBasith 5-10°% [230]. KouuenTpupyst npuMecH 3KCTpak-
nueit raaaug spupom w3 6N HCl, mokio onpesesutbh ChieKTPanbHO
92.10°%% nukens (u3 nasecku le) [1016] B apcenuge ranius.

B 4mCcTOM MHAMM HHKeIb ONPEIeqsioT CNeKTPanbHO Kak Hermocpei-
cTBerHO (uyBcTBHTeqbHOCTL 107%% npu ananuse | 2 o6pasua) (7761,
TAK M NOCJAe KOHIEHTPHPOBaHHA IPHMecei NyTeM OTAeJNEeHHs HHIHA
sKeTpakunedl pHPOM M3 GPOMHCTOBOZOPOAHON  KHCIOTHI. Yyscrsu-
TeALHOCTb ONpejenents B s1oM cayuae 3-107° % [525].

B kaTomioM rpauTe HHKEIb MOMKeT ObiTb ONpeje/ieH CneKTpaibHO
¢ uyscreHTeNbHOCTRIO 5-1071% [1259].

B noaynpoBOAHHKOBOM KPEeMHHHM H psijle POMEKYTOUHLIX MPOAYK-
toB ero noayuenns (Si0,, SiCl,) nukenb B8 GOMbUIMHCTBE Cayyaes onpe-
JeAI0T CIEKTPANbHBIM METOAOM Kak 6e3 KOHUEHTpHpOBaHHs (4yB-
creutensuocts 3-1072%) [1241], Tak M mocse yjpalieHHs KpeMHHs B
BHe JCTyuuX (TOPHCTHIX COEAMHEHHI [209]. YyBcTBHTENBHOCTD Me-
Tona B smHx cayuanx 1077% nukens [114, 1151, 10°% —1077% [212],
10°—10%% [60].

Pannoaxtesannontibii Metox onpegenenus 10°%% Hukens B KpeM-
HHH npelycMaTpHBaeT pasje/ieHHe W30TONOB NpuMeceli XpomaTorpagu-
eit na Gymare [1019]. Hukenb B KpeMHHH OMpeesiior noJsporpagdu-
yecku [1042] ¢ uyBcrsuTenbroctbio 10°% mna pone ammuaxa. Boabuiyio
yacTh KPeMHHsA YAaJSIOT BhIApHBAHHEM C (PTOPHCTOBONOPOAHON KHC-
JIOTOH.

Onpepenenme nukeass 8 Si0, n SiHCI; ¢ a-pypHaLHOKCHMOM"

5 2 Si0: u 10 2 SiHCly nomemaior B Tedaonopsie yauikn 1 o6pabarspaior HeFs
(10 25 ma) ¢ HeckonbkumH Kamasgmi HsSOa. 3aTem pacTsop BuiMapHBAIOT 10 obnema
oaHoil Kanau na Boaaywmoit Gaxe npu 80° C, nocae Uero 0CTATOK pacTBOPAIOT B 10 ma
90% -10ft BUHHOM KHCAOTH W pacTsop ueiitpanusyior B yamke 4N NaOH no pH 9.5
no nHpMKatopuoi Gymare. ITosyueHHBIH pacTBOP KOJAHYECTBEHHO NEPEHOCAT B Je/H-
TeJbHYIO BOPOHKY eMxocThio 50 M4, Crosackupas yallky 5—10 a2 Boabl. 3aTem A10-
GasastioT b Ma 0,29 -Horo pactBopa o-(ypHiAHOKCHMA H OCTAB/ISIOT CTOATh 5 mum.
[Toc/ie 3TOTO SKCTPATUPYIOT CORAMHERNE HIKEAS XAOPOPOPMOM ABAKAL HOPUHAMY TIO

92,5 ma. Tlepen BTOpoil sKeTpakumueil acGaBisior eule 5 M2 0,2%-1oro pactsopa

L Merop paspaGotan aBTopamH.
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a-q;ypdm;moxcnma. XuiopodopmHbie SKCTPAKTLL OGLEANHAIOT H npomwBapt NHiOH
+10).

(1
ITosyuennsie TakuM 06PasoM PacTBOPH! CAMBAIOT B MePHLIE NPOGHPKY M JOBOAAT
o0beM 10 5 ma xaopodopmoM. PacTsop cpaBHeHNs COJEPIKHT BCe PEareHTH.
Kann6posounslii rpapuk CTPOST N0 4HCTOMH COMH HHKeNs. UyBCTBHTEABLHOCTh Me-

Tofa po n-1077 % nnxens.

B MeTa/1HuyecKoM repMaHuM W JIBYOKHCH TepMaHHs HHKEIb Onpeje-
ASIOT CIEKTPAJBHO NOc]e OTTOHKH YeThlPeXXJI0pHCTOro repmanus {502].
[Ipn mcmonb3OBaAHHH YTrOABHOTO MOPOWIKA KAK OCHOBBI UYBCTBHTEb-
HOCTh cocraBasieT 1-1074%, a B npucyTereun no6asku NaCl — 3-1075%
[61]. T1pu mMeroze npsmoro ananuza GeO B ayre Ge3 KOHLEHTPHPOBAHUS
YyBCTBHTEJILHOCTL paBHa 5-107%%, ¢ KouuentpupoBanuem 4-1073%,
a TPH HCNOAL30BAHHH MCKPH (amanus pactBopa (Ge) oma cocrasaser
5-107%% [134].

Ipeanoxen Metox ocuuanorpabuueckoil noasiporpapun aas onpe-
AesleHHs B repMauuu n-10°% uHKeas HapaAy ¢ APYTHMH NEPEXOHbI-
Mu MeTanaamu [79].

1 2 meranma, npomeitoro ¢ nosepxnocth HNO; (1 @ 1,5), pactupaior B aratosoil
crynke u pacteopsior B 30 macmecn HNOs u HCl B xpapuesoit xon6e, cnaGxennoii ae-
(urerMaTopoM H XOJIOJAHJABHHKOM H KaneabHO# BopoHkoil, JInsa orronkn GeCly B x0J-
Oy Brocsat 20—30 ma HCL. Ortronky nponssonsr jo o6vema 1—0,5 ma. Octatok nepe-
HOCAT B KBapUeBylo Hamky emxocteio 30 sa, cnosackupasi koaGy Bopoit. 3arem pa-
€rop B "awmke HedTpannsyior ao pH 6—7 NHsOH npuroToBIeHHEIM HachiueHHeMm
TpuaucTuaasta. [locse HeliTpanusanuu pacTBOp BeiMapHBalT 4—5 pa3 ¢ Bojoil jo-
cyxa Ha BOjfHOi Oane H ocTaTOK pasbaBafioT 3 Ma BOAH, NMepeHOCAT BO BTOPYIO Tpa-
Ayupopaunyio Ha 0,5 ma vauleuky, ynapusawt BHOBb 10 ~0,3 s, noGasasior 0,1 e
0,1 N KSCN n KomuyecTBeHHO NEpeHOCAT PacTEOp KBApUeBOil NMHNETKOl B KBapie-
BLIfi 3/1EeKTPOIH3Ep, TOYHO rpagyHpoBanubii Ha 0,5 M4, B KOTOPOM HaXOZHTCHA nepe-
reanHas prTyTh. CTEHKH HallleYKH CrOJACKHBAIOT M AOBOAAT obbeM 0 0,5 ma.

Tocse sToro 3—5 MuH. Yepes pacTBOp MPOMYCKAOT BOZOPOA H NOABEPTAIOT JEKT-
poJIH3Y, yBeJlHYHBAS NOCTENEHHO aMIVIHTY/HOE 3HaueHHe MHI00GPA3HOTO Hanpsme-
uus o 1,8 6. Ilono6pas nyxuyio uacTOTy reHepatopa pasBepTKH, Npou3BOAAT (o-
KYCHPOBKY SVIEKTPOHHOIO Jiyda i MOJAYYeHHS YeTKHX OCIHIIOTpadyecKH X BOIH
Ha 3Kpane. KOHUEHTpalHIO HHKeJIs HAXOAAT METOROM 206aBoK.

CnextpodoToMeTpuYecKHii METOZ OnpeieJeHHs NPHMECH HHKead
B repMaHHH M €ro Terpax/opufie Obwn1 paspaboraH aBTOpamu. Metox
3akJiouaercss B OTronke repmanus B Buge GeCl,, pacrBopennn BceX
OcTaBHIMXCA npHMeceil B BHHHOH KHCIOTE M 3KCTPaKUHH XJ0podop-
MOM a-DypHIHOKCHMATA HHKeNsl, KaK NPH aHajin3e JABYOKHCH KpeM-
Hust. UyscrButenpHocth Merofa 2-1077% nukeas.

[lpuMecH HHKens B OCOGOUHCTOM OJIOBE ONPEIENSIOT CHEKTPaibHO
[376, 377, 1156]. OaoBo orrousioT B ToKe Xa0pa. YUyBCTBUTENLHOCTD
merona 5-107%% [3761.

CrnexkTpanbHblii MeTO] ONpejie/enns HHKeJast H JAPYTHX 3J€MeHTOB
B CBHHILe 0c060it yHcToThl npeptoxua KapaGam c corp. [133].Tlpu
NPSMOM CHEKTPAJbHOM Onpejie/leHHH HUKeIs YYBCTBUTENBHOCTh METOLA
paBua 1.107%%, ¢ ucnoab3oBaHHeM KOHUeHTpHpOBanHs — 3-107%.
Konuentpuposanue npumec JOCTHraeTcsi OTAENeHHeM CBHHILA B BHAE
cyabpata. [IpuMecH, KOHILEHTPHPOBaHHbIE HA OCTAaTKe CY/abpara CBHHLA,
NOJABEPraioTcsl CHeKTPaJLHOMY aHalusy.

162



ABtopamu Hactosielt KHurH Obl1 paspaGoTan crekTpogoromer-
PHUECKHI METOJ Onpeie/enusi HUKels B CBHHIE MOC/e yaaeHHs Golb-
el ero YacTH B BHAE cyabarta. Hasecka ceunna 0,5 2, uyBcTBHTENB-
HOCTh MeToaa 4-1078%.

Hukenn B THTaHe H €ro JABYOKHCH ONPEAENAIOT CIEKTPANbHbLIM Me-
rogom. Ilpsimoit merox mmeer uyBcTBHTENbHOCTH 107295 npH anaause
asyoxucn turana [119], 3-107™ — npu ananuse mMeranna nocse nepese-
AeHHs ero B AByOoKHch u ¢ poGaskoii AgCl [135]. Konuentpupys caenpr
9/IeMEHTOB (THTAaH YAAAAIOT XJIOPHPOBAHHEM), NMOBLILIAIOT YYBCTBHTENb-
Hocte z10 2-107%% [135].

CrnexTpodoToMeTpHYECKHH MeTOj OnpefeNeHdss HHKeJdst B THTaHe,
NpelyCMaTPUBAIOUIMA SKCTPAKIHMIO HHKEJIS B BHJAE NUMETHJIAHOKCHMA-
Ta H NOC/IEeRyloLlee ONpejie/siente ero AUMeTH/IHOKCHMOM B ITPHCYTCTBHH
Gpomuoit Boawl, npenoxunn Hasapenko u corp. [221]. UyBcTBHTeNb-
nocrtb Merona 2-107°% (u3 HaBecku 1 2.

ABTOpbL paspaGorann Gonee NPOCTOR BAPHAHT CEKTPODOTOMETPH-
YECKOTO ONpejie/ieHHsl HHKENs B THTaHe, OCHOBAHHBIN Ha HEMOCpe1CTBeH-
HOM H3MEPEHHH ONTHYeCKOH MJIOTHOCTH XJOPOJOPMHOTO KCTPaKTa AH-
METHJAAHOKCHMaTa nuKeas npu 262 mmx. Ilpu nasecke ofpasua B 0,5 2
4YBCTBHTEIbHOCTL MeTofa pasHa 1-107%%,

B MeTannnyeckoM UMPKOHHH HHKEIb ONPERENRIOT NPAMBIM CHEKT-
panpubiM MertogoMm [59, 108]. UysctBuTennHOCT HeRennka — 10-2%
[69]. Ananoruuno wukenn onpeaeasior u s raduuu [108, 1091 ¢ ays-
creuTenbHOCTBIO  3:-107°% . Ilpesioxken nomsiporpaduyeckuii  MeTo
OnpenesieHus B UHPKOHHH HHKeNA HapAly ¢ APYTHMH 3JeMeHTaMH Io-
C/le KOHUEHTPHPOBaHHA AHITHAZHTHOKapOamuuatom [1215]). -

B pByokucH TOpusi HEKeIb TaKiKe ONPELE/IOT NPAMBIM CIeKTPab-
HbiM MeTofioM [992]. B MeTaninuecKoM Mbliibfike HHKeJIb MOMKET ObiTb
OnpeeneH CHekTPaibHbIM MeTooM, nocie orronku AsCl, [939].

B Metansuueckoii cypbme HHKe/b ONPENENSIOT CIEKTPANbHO ¢ YyB-
crBuTeabHocTblo 6-107% [368], merozom HeiiTponnoli  akTHBaUHH
[178] — ¢ uyBctBUTEBHOCTBIO 107¢% .

Ilpu onpenenennn nukens B Sh,O, 1o Meroay, paspadoraHHOMY aB-
TOpaMH, OTTOHAIOT CypPLbMY B BHAe SbBr,, nonyuaior coequnenne HHKens
C U-pypHIIHOKCHMOM (4yBCTBHTENBHOCTH MeToaa 1074 %) mawm sakan-
YHBAIOT €ro OnpejesieHHe KHHeTHYECKHM MeTONOM (4yBCTBHTENLHOCTH
1-107% %).

CriekTpa/ibHBEIM METOLOM OMMPEACAAIOT HHKeAb B METANMHYECKOM BHC-
myre [168, 676]. Metox npsaMoro, Ge3 KOHLEHTPHPOBAHHSA, ONpejee-
HHSL HMeeT uyBCTBHTenbHOCTL 1-107%%. [locse xonuenTpupoBanus
npuMmeceil ocaxjenueM BHCMYTa B BHJe HOJHIA YYBCTBHTEJAbLHOCTH OII-
penenenusi ysennuusaercs a0 5-1072% [166].

[Ipennioxen cnekTpasibHbii METO] aHAJAH3a THCTOrO BAHAJMS HA HH-
Keab M apyrue npumecu [536]. B meransmueckux raurtane u HUOGHM
HHKeJb onpeaensior crnekTpodoromerpuyeckn [1032]. ITocae pacrsope-
nus 0,5 2 obpasua HyFy uw HNO,;B pactBope ycranasausaior pH 6,0
H HHKEJb SKCTPArHpyloT B BHAE JHMETHJAHOKCHMATA XJ0PohOpMOM H3
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aMMHauHO-TapTPaTHO-GOpHOH cpeabl. Hukeab onpeaensior Henocpe-
CTBEHHBIM HM3MepeHHeM ONTHUEeCKOH IIOTHOCTH 3KCTpaKTa npH 375 MMK.
YyperBuTeAbHOCTE MeToga 5-1074%.

B cepe 0coGoil 4MCTOTHl HHKENDL ONPENENSIIOT NPAMBIM CHEKTPasb-
HBHIM MEeTOIoM ¢ uyBcTBHTeNbHOCTBIO 1070 % [286].

B s1eMEHTHOM cejdeHe HHKelIb ONPEelsioT cnektpaiabuo [75],
CreKTPOPOTOMETPHUECKH TOC/Ie OTAENCHHs 3KCTPaKIHell JH3THIAUTHO-
kap6amata WM xpomartorpaduuecks {3031 (dysersurenprocts 107°% ),
Au60 akTHBaHOHHEM MeToxom [1278] (ayBcrBuTenbnocTs 5-107° %).

B BEHICOKOYHCTOM XpOMe HHKEJTb ONPefeNsioT CHeKTPaldhHO noCIe
OTFOHKH XJODOKHCH XpoMa (4yBCTBHTEILHOCTH MeTojla pasna 5-107°%
[747)) unu ke crnekTpoQOTOMETPHYECKH MOC/IE SKCTpaKUuH M3 caabo-
aMMHAYHOTO PacTBOpa IUMETHJ/IJHOKCHMATA HHKEIA NyTeM H3MepeHHs:
ONTHYECKOH IIJIOTHOCTH PACTROpA COGJMHEHHs HHKeNs ¢ JIUMeTHJIH-
OKCHMOM B NpHCyTCTBHH OKkucnutenel [324]. UyscrBuTenbHOCTB MOC-
nefnerc Meroga pasua 107%%.

B mosuGuene, Boabthpame 1 HX COEIMHEHUAX HHKeIb Onpepessior
rJaBHbBIM 0GpazoM cnekTpaabHeMH Metogamu [11, 87, 211, 330, 382].
CrexTpa/jbHOe onpeneienne HHKeNd B MOJHGIeHe IPOBOIHTCA C 4YyB-
cTBUTENBHOCTBIO 5-107% % [11], B MetanmnueckoM BoJb(paMe 6e3 0Go-
ramenns — 3-107% %-—3- 10+ % [87, 211]. Bousiuyio gacte BOabdpa-
Ma yAanAloT XJOPHPOBAHHEM, TOLJA UYYBCTBHTEILHOCThL TOBLILIAETCH
B 4 pasa [211]. HMcnonbays cneuuasabHbiii MeTOJ HCIApeHHsl, MOXKHO
AOCTHTHYTh YyBCTBHTeIbHOCTH 5-107' % [330).

CriexTpodhOTOMETPHUECKHI METO/, ONpeleneHust HUKels B MOJHO-
JeHe u Boabthpame [1031] ananoruuen ykasanHoMy Bbillie A1 TaHTaja
H HHOGHs.UyBcTBHTENBbHOCTD €r0 5- 107 % (u3 HaBecku oOwekTa 0,5 2).

Crnempl HHKeJNSl M HEKOTOPHIX APYTHX 3/€MEHTOB B ypaHe onpeje-
JISTIOT NMOJISIpOrpaguueckd Ha (OHE AMMHAYHO-TAPTPATHOrO GygepHoro
pacteopa [783] wnu nupuauna [10991. B nepsom cayuae ciessl snemen-
TOB KOHILEHTPUPYIOT IKCTpaKiHeil ypaHa H3 as0THOKHCIONO pacrBopa
TpubyTuapochaTom (vyscrsuTensrocTs 0,1—0,01 mxe/sn.1). Bo propom—
9KCTPArupyIOT AUTH3OHOM CAMH MPHUMECH, B TOM UHC/IE H HHUKENb.

[Tpu cnexkTpodoToMeTpHUECKOM ONpefe/eHHH HHKeIA B ypaHe HpH-
MECH NepeXOfHbIX METAJJIOB OTHEJSIOT 3KCTPaKIHel BLICOKOMOJIEKY-
JAsipHEIME  amunamu  [606]. TloguepxuBast pasjiHYHY) KHCJIOTHOCTb
pacTBopa, HHKedb MOKHO OTAGAHTh H3OHpaTenbHo. Onpenenenne 3aKau-
9HBAIOT HCMosb3oBaHueM PAN.

B psje niaTHHOBLIX META/VIOB HHKEMb ONpPEessioT CHeKTPaibHO
187, 181). Yyscreurensnocts 1072 % [181].

Ilpu onpeneneHuH cIe0B HHKES B BBICOKOYHCTOW BOJE €r0 KOHIIEHT~
PHPYIOT SKCTPaKIHel B BUIE AWATHIAHTHOKapGaMiHAaTa H ONPeeastoT
cnekTpaabHeM Metonom [30, 144] ¢ wyBerBHTENBHOCTBIO 2 1077 % [30].
Ilna onpejeneHus HuKelsi B MepeKHCH BOAOPOAA XOPOLIHE Pe3yJbTAaThl
Jaer npsmoi merox [275), gocruraronimii yysctBuTenasHoetH 1077 %.

CnekTpanbHbI# METOA aHANH3a BEICOKOYHCTHIX KHCJIOT ((TOPHCTOBOAO-
POJIHOM, COJISTHOH, a30THO) MO3BOJISET ONPEeNeNsiTe HHKeJb C YYBCTBH-
tenbHocTI0 1077 % [60].



INTPHJAOXEHHE

ONPEJEJIEHAE MPUMECER B HUKEJIE
H Er0 COEJUHEHUAX

Ananusy HUKeNfl HA IPHMecH IOCBAIIEHO GOMBIIOE KONHUECTBO paboT H 0630pos
[331, 377, 411, 793, 895, 998, 1212].

Menp B HHKeNE W €ro COJfAX ONPeleNsioT MeKTPOJHIOM NOCTAe NpeIBapHTeb-
HOTO BhiIeJeHn s B Buje cyabtduna [418, 779). Ilns onpenenenns HeGONbUIHX KOIHYECTB
MenH TIPHMEHAIT GOTOMETPHUYECKHE METONB! ¢ HCTOIb3oBaHHeM ammuaka [301], cme-
ci GPOMHCTOBOROpOANOi Hetochoproit Kucnor [419], nurtuaona [849, 1297], nustua-
JAHTHOKapOaMHHAaTa B NpHcyTCTBHH Kommaekcona 111 [566, 1044, 1133], kaamuiinu-
stunauTHokap6amara [1083), 2,2-muxusonunona [629) n-annsuguna [269]. Masecten
KMHETHYECKHH MeToJ| onpenenenns MefH B Hukeae [189].
367]leuc B HHKeJe onpexensior noasporpabuuecku [1230] wau nutuzomom [329,

Kagmuii onpefieisiioT o6btunbIME (OTOMETPHYECKHMH METOAaMH noclde XpPOMaTo-
rpagyeckoro {240] WIH 3KCTPaKIHOHHOTO OTAETEHHs B BHAE JHAHTHITHPHHMETaH-
. pojannpa [168].

Maruuit onpege/sioT rpaBuMETPHYECKHM MeTonoM [779] nocre oTneneHns HHKeas
B BHle TexkcaMuHmepxjaopata. [IpHMEHSIOTCS KOMIJIEKCOHOMETPHUECKHE METOfbl B
npucyrcTBau Unanuga {411, 8271 u doromerpuueckie ¢ HCRONL30OBAHAEM MaTHE3OHa
[98] » Tnazonosoro-xenToro [748].

Amomunnil ONpenesioT nocse BHISTEHHS MelAMHX 3TeMEHTOB 3/AeKTPOJH30M
Ha pTyTHOM KaTojie [418, 585, 779] u ocampenneM THTaHa KyndepoHoM (HaH SKCTpax-
I ero Kymdepomara). Onucansl = rpaBuMeTpuyeckue [585, 779], doroxomopumer-
limilﬁ:xﬁe MeTOJBl ¢ NpHMeHenneM aliomMuHoHa [418, 1136] nan spuoxpoMmuuManuua
411].

Yraepon, kak TNpaBuio, onpeiensioT rpaBuMerpuueckn [418, 779], unoraa Tut-
PUMETPUHUECKH [411?.

Kpemuuii onpejensior rpasumerpuuecku ([779] nau doromerpuueckn B BHJE
kpemHemonnGRenoBol cHul [328, 416, 418, 698, 913, 963, 1054].

Turan mocse yraleHusi MEIIAIOMHEX METANIOB 3JE€KTPOJIH30M SKCTParupyioT Kyn-
teporiom [584,779]. Ompepenenne MOXHO 3aKOHUNTb doTOMeTpHYeCKH |,2-IUrHAPOK-
cubenson-3,5-mucyabgonarom [1053]. .

docop OnperensIOT SKCTPAKUMOHHO-GOTOMETPHYUECKHM MeTOoM B BHe doc-
toposanaguiivoaunbrata [191, 328, 630].

5 ]Mbllllbsﬂ( onpefensioT GOTOMETPHUECKH B BUJle MBIUbsxMonuGaenosofi cunn [191,
28].

Cepy onpenensiior U3 60NbUIMX HaBecOK JHO0 rpaBHMETPHYECKH B BHJE Cy/abarta
[191, 418, 779], nu6o morsouas BLIAEISIOUHICA CEePOBONOPOJ PAacTBOPOM COJH ILHH-
xa [779, 911—914] u xanmus [418].

Boab(pam B HuKeNe onpenensioT penko [411].

Xpom oTAISAIOT OCakKIeHHeM AMMHAKOM B MPHCYTCTBHH IepxJaopara Ioclie K-
CTpaKIuH MEIAIOMIKX SJEeMEHTOB AMTH30HOM, a 3aTeéM ONpefeisioT oToMeTpuYecKH
mudennnkap6asumom [915].
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Mapranel, nocjie OKHCIAEHHS BHCMYTATOM OIpelelsioT THTPOBaHHeM colbio Mo-
pa [418, 779], gotomerprueckn [76, 514, 775, 1136] no oxpacke nepmaHranar-uona.
Konuentpupyior maprauel, coocamlienvem ¢ FesOs [1298], ynanenuem uukens sk-
CTpaxkuHell MHHKAMATHAMHTHOKapGamupaTom [627].

- HaunGonbillee KOinuecTBO paboT NOCBSILEHO ONMPENEJIEHNIO KobaapTa B HHKeJe H
ero coepukennax. HaunGonee crapuit meron Puimrepa [817] — ocamxnenne B BHIE KO-
OanbTHHHTPUTE., M3 rpaBHMETPHUECKHX C/IEyeT YHOMSAHYTh METOALI OCamIeHHs 1-
HUTpO30-2-Hadronom [418, 779], porasomepKypHaTOM aMMOHHS M B BHJIe KOGanbTHIIHA-
Huna cepebpa [274]). Tlpennoxen THTPHMETPHUYECKHH MeTOJ omnpefeienus geppunya-
uupom [733], a Takxke noasporpaduueckuit — [1257]. s doromerpuueckoro onpe-
Jellenns KobanbTa B HHKeJe HCNOIb3yIoT HHTPOo30-R-conb [189, 284, 779], 2 nurposo-
I-natron [564], I-nurposo-2-nadron [190], 3-merokcH-5-nuTpo30derON, N-HUTPO3O-
dennnTHApasod pusTHAMoHoOKcHMa [410] um  komnnekcon 111 [1154]. Ornensrs
k06anbT pexoMeHpyerca xpomarorpaguueckn ([828] wmam sxerpakumelt TpuGyTHI-
docarom [428], pomhmupom nmasTHnupHameTana [169, 170].

JKeneso pekOMeHYeTCsl OmpelesTh THTPHMETPHUECKH MOCJIE ero OTAeleHHs
aMmuaxom [418, 779] unn doTomerpuuecku poranuiom [195, 189, 419] u ¢ paspene-
HHEM HUTPO30-R-conbio [410]. OtfenaTh Keleso Jyulle BCEro sKCTpakumueil agupom
[410], stia-anerarom 1 xaopodopmon [168] nian xpomarorpaduuecku [828].

30J0T0 H NJATHHY ONpeJeasioT PajuOAKTHBALMOHHBIM MeTozom [113].

: Kpome XMMHUECKHX, ONHCAHBI CHEKTpaJbHue METOAR anannia uukeas [63, 70,
278, 369, 373, 374, 516, 793, 917, 967, 998, 1212].
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HCIIPABJIEHHS U ONEYATKH

Crpanuua Crpoka Hanewaraio Jonxno GeiTh
28 22 cH. pH ~ 4,41 pH ~ 2,46
50 6 cH. Ko0aJbTa HHKest
77 21 cn. JHMETHIIHOKE HMOM Q-DeHaHNTHOKC HMOM
78 21 cB. 20 wme 20 Mma
105 12 ch: o~y pHATHOKCHMOM ot-OeH3UIAHOKCHMOM
122 raba. 47 950 550
122 19 ch. HelTpanusyer HeHTpaIHaYOT

AHANHTHYECKAS XHMUA HHKeJA







