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Rare-earth metals and their oxides.
Methods of determination of nickel

Mocranoenenwem TocypapcrBeHHoro komutera CCCP no cranpapram ot 19 okrabps
1979 r. N2 3989 cpok AeHCTBMA YCTAHOBNEH
c 01.01. 1981 r.

ao 01.01. 1986 r.
Hecobniogenme craHfjapta npecnegyercs nNo 3aKOHY

Hacrosmul cTraHzapT ycraHaBauBaeT HOTOMETPHUYECKHH MeTOA om-
penenenust Hukeas (ot 1.10-* g0 2-10729%) B HTTPUH H €ro OKHCH H
BU3YAJAbHLIH KOJIODHMETPHUECKHH MeTOA OllpefejeHHs Hukeas (0T
5.10-6 1o 1.10-%%) B peAKOG3eMeNbHBIX MeTaslaX H HX OKHCAX (Kpo-
Me LlepHsi 0 ero ABYOKHCH).

1. OBLLME TPEBOBAHMS

1.1. O6mme TtpeboBanuss K MerTogaM aHaiauza — no I'OCT
23862.0—79.

2. ®DOTOMETPMUECKMH METO[ ONMPEAENEHUSA HUKENA

Meron ocHOBaH Ha peakUUH HUKeS ¢ AHMETHArJIHOKCHMOM. OnTa-
YeCKYI0 IJOTHOCTh PACTBOpPa HU3MEPSAIOT Ha (POTO3JEKTPOKOIOPHUMETPE,
Cojepxalge HHKeJst HaXOJAT IO IpaiyHPOBOYHOMY Tpaduky.

21.AnnapaTtypa, peakKTHBH H DacCTBODH

®orosnekrpokoaopuMerp ®IK-56 unau apyroil aHasoOTHUHBIN HpH-
6op.

Baust Boasinasi.

[TanTka aseKkTpHYecKas.

Koabs Mepube BMecTuMocTbIo 25, 100 1 1000 mu1.

CrakaHbl BMECTHMOCTBIO 50 MJI.

Yamxka dapdoposas.

bymara saxmycosas.

Bymara ynuBepcasbHas HHAHKaTOpHAS.

Kuciaora coasimast oco6ofi  umcrorsl no I'OCT 14261—77, pasbas-
JenHas 1:1.

Uzpanue odmuManshoe : Mepeneuatka BocnpeLjeHa
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roCT 23862.26—79 Crp. 2

Kucsora azornas oco6oit uncrors mo I'OCT 11125—78, pas6asiien-
Hast 3:2 u 0,01 H. pacTBOp.

Kasns raapookncs, X. 4., 5 u 10% -Heie pacTsopsbl.

Ammuak soausiii no 'OCT 3760—79, x. u., pas6asaenssiit 1:1.

Kucsaora aumonnas no T'OCT 3652—69, x. u. -

AmMmonnit muMoHHOKHCIBH, 50% -HBI pacTBOp B IepecyeTe Ha JIH-
MOHHYIO KHCJOTY: 50 I THMOHHON KHCJIOTEL pacTBOPSIOT B 65—70 M
pacTBOpa aMMHaKa, ycraHaBiausaoT pH-9 mo yHHBepcaabhol HHAMKA-
TOpPHOH Oymare, MOBOAAT B MepHOH Ko/a6e BMecTHMOCTbIO 100 ma
00beM pacTBopa BOJOH 10 METKH H NepPeMellHBaIOT.

Ammonnit HagcepHokucasiit no FOCT 20478—75, u. 1. a., 20% -ubli
pacTBOp rOTOBAT B J€Hb YIOTPeBJIeHHS.

HumeruiranokeuM no F'OCT 5828—77, u. n. a., 1%-ublil pacTop
B 5% -HOM pacTBOpe THIPOOKHCH KaJIHS. :

Huxkenb no TOCT 849—70.

CrannapTHelll pacTBOp HHKeasl (3amacHoil), cojepxamuil 1 mr/ma
HHKeJs: | I HHKeJs momemaloT B GaphopoByd 4YamKy, NpHAHBAIOT
35 MJa1 a30THOH KHCJOTH (3:2) M PacTBOPAIOT IPH HATDEBAHHH HA BO-
IAHOH OaHe, BHIIAPHBAIOT HO O6beMa 3—5 MJ, pacTBOPAIOT B 30—
40 ma Boxnl. PacTBop mepeHOCST B MepHYI KOAGY BMECTHMOCTBIO
1000 M1, 10BOAAT BOROM 10 METKH, NepeMellHBaIoT.

Pacrsop Hukens, coepiawuii 2 MKI/MJI HUKeJs, TOTOBAT B AEHb
ynorpeGienusi pasbas/ienneM CTaHAAPTHOrO pactBopa B 500 pas
0,001 H. pacTBOPOM a30THOH KHCJOTHL

22.ITpoBexeHne aHaJdH3a

2.2.1. HaBecky aHa/nu3upyevmoil NPOGBI OKHCH HTTPHSL MacCoi
1—0,1 r uH COOTBETCTBYIOLIEE KOJHUECTBO MeTa/Jla B 3aBHCHMOCTH
OT COepXaHHsA HHKeJs MOMEN[dlT B CTAKAH BMECTHMOCTbIO B0 MJI,
CMauHBalOT BOAOH, pAacTBOPSIOT INpPH HarpeBaHuH B 10 MJI COMSTHON
KACJIOTHI, pasbaBiienHo#l 1:1. Tlocse MOJHOro pasioKeHust MPOGH pa-
CTBOp ymapupaloT 1o ob6veMa 2—3 MJ, HpPUAMBAIOT 5 MJa  pacTBopa
JHMOHHOKHCJIOFO aMMoHus, 0,5 M/ pacTBopa HaACEpHOKHUCJIOrO aMMO-
HHs1, HEHTDPAJH3YIOT PACTBOPOM TMAPOOKHCH Ka/Hsi A0 CHHeH OKpackH
JAaKMyCOBOH Oymard. 3aTeM IPHJIHBAIOT 2 MJ PacTBOpa AHMETHJIIJIH-
OKCHMA, TepEeMEeIIuBaloT, Yepe3 10 MHH NepeBONAT B MEpHYIO Koaly
BMECTHMOCTBIO 25 MJI, IOBOAAT BOXOH JO METKH H mMepeMemuBaior. Ori-
THYECKYIO IVIOTHOCTR PacTBOPa H3MEPAIOT HA (OTOIIEKTPOKOJIOPHMET-
pe npu 403 HM B KIOBETe C TOJIIMHON MOMVIOMAIONIErO CBET caos 50 MM.

B xavecTBe pacTBOpa cpaBHEHHsS NIPHMEHAOT Boxy. OXHOBpEMEH-
HO ¢ aHamu3oM o6pasua yepes Bce CTaAUH NPOBOAAT KOHTPOJBHELH
ONBIT Ha peakTHBHl. IloslyueHHOE 3HAYeHHE ONTHYECKOH IJOTHOCTH BHI-
UMTaIOT U3 3HAYEHHS] ONTHYECKOH IUIOTHOCTH HCHBITYEMOTO PacTBOPA.
3HaueHHe ONTHYECKOH IVIOTHOCTH PACTBOPA KOHTPOJBHOTO ONLITA He
Ao/KHO npesbimath 0,07. Maccy HEKeas HaXOAAT [0 TpafAyHpOBOYHO-

My rpaduxy.
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Crp. 3 TOCT 23862.26—79

2.2.2. [loctpoenue epadyuposounozo epapuxa :

B mepuble koa6n BMectHMocThio 25 mMa  BBoasaTt: 0,50; 1,0; 3,0:
5,0; 10 M pactBopa (comepkauiero 2 MKI/MJ HHKeJs), INPHJIHBAIOT"
o 5 M/ pacTBopa JIHMOHHOKHCJIOFO aMMOHHsA, o 0,5 MJ  pacTsopa
HaJCEPHOKHCJIOTO aMMOHHS, HEHTPaNM3YIOT IO KalIsiM pPacTBOPOM
FUADOOKHCH KajHsS A0 Nepexofa OKPacKd JAaKMyCoBOH OyMard H3
KDPaCHOH B CHHIOK, IPHJHBAIOT 2 MJI PACTBOpA TUMETHJTIHOKCHMA, J0-
BOJST BOAOH 0 METKH, NepeMeIUHBAIOT.

Yepes 10 MHH H3MepSIIOT ONTHYECKYIO - IJIOTHOCTb pPACTBOPOB Ha
toroanekTpokoJopuMerpe 1pu 403 HM B KiOBeTe ¢ TOJLIHHOH IOIJIO--
maromero cser caost 50 MM. B kauecTBe pacTBOpa CpaBHEHHS MCIOJb-
3y10T BoAy. B oaun u3 crakaHoB BBOZAT BCe peaKTHBH, KPOME pacTBO-
pa nukens (HyJepoH pactBop). OnTnHuecKasi MJIOTHOCTh HYJIEBOTO pacT-
BOpa He JoJikHa npeBbimaTh 0,05, B MPOTHBHOM c/Iydae MEHSIOT peak-
THBBl. 3HaYeHHe ONTHYECKOH IJIOTHOCTH HYJIEBOTO PacTBOpPA BHIYATAIOT
H3 3HAUCHHUH ONTHUYECKHX IJIOTHOCTEH PacTBOPOB IIKAJHI.

[lo HalileHHBIM cpeJHUM H3 TSTH 3HAYEHUH ONTHYECKMX IJIOTHOC-
Tell ¥ COOTBETCTBYIOMIMM MM MaccaM HHKeJsl CTPOSIT IPaiAyHdPOBOYHBIH
rpaduk B KOOpAHHATaX: Macca HHKeJs -— ONTHYeCKas MJIOTHOCTL pa-
CTBOPOB, OTJAE/bHbIE TOUKH IpadHKa NPOBEPHIOT HE peKe OJHOro pa-
3a B Mecsll,

23.06paboTKa pe3yJabTaToOB

2.3.1. Maccosy1o nomio nukeass (X) B mpoueHTax BLIYUCJASIOT IO

popmyJe

=2 .10,
my

rie m — Macca HHKeJsl B o6pasle, HalileHHAs] [0 rpaduKy, MKT;

M, — Macca HaBeCKH aHaJH3upyeMoH npobwl, T.

2.3.2. PacxoxieHHsl pe3yJbTaTOB ABYX [apallesibHbIX ONpejeJe-
HUi U Pe3y/1bTaTOB JABYX aHaJH30B He JOJKHbI IIPEBLILATh 3HAYCHHI
LOTyCKaeMBbIX PAaCXOXKIeHHH, YKa3aHHbIX B Ta6a. 1.
. Ta6anma 1

Maccosasn noad Hukeas, % Jlonyckaemble pacxoxiaeHus, %

1.10-4 5.10-5
1.10-3 5.10—*
2.10-2 5-10-3

3. BUBYANbHbIH KONOPMMETPMUECKMIA METOJ OMPEAENEHMA HUKENS

Mertoa ocHOBAaH Ha 3KCTPAKLHOHHOM KOHUEHTPHPOBAHHH IPHMECH
HHKeJs B BUAE €ro COeJAHHEHHS CO-QYPHALHOKCHMOM B XJopodopm
M nocsefylonieM (GOTOMETPHPOBAHHH OKPALIEHHOTO COeJMHEHHS] B Op-
raHuueckod ogase.
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31.AnnmapaTypa, PeaKTHBH W PacTBOPH

CrakaHbl XHMHYECKHe BMECTHMOCTbIO 50 MJI.

Kon6sl MepHble BMecTHMOCTBIO 250 MJI.

CrekJyia 4acoBble,

IlnuTka 3/71eKTpHYecKas.

Bopomm JeJuTesibHble BMECTHMOCThIO 50 MJ, CO CAHBHBIM naTpyo6-
KOM AJHHOH He 6ojee 10 MM.

Ha6op uUMAHHAPOB s KOJODHMETDHPOBAHHS H3 OecUBETHOrO
CTekJa ¢ HpuTepTHIMU Tpobkamu BeicoTod 200 MM B AuaMmeTpoM 8 MM;
HCIIONB3YIOT CYXHMH. ’

Kucaora asornas oco6oit uncrorn no F'OCT 11125-—78, gonuent-
PHpOBaHHas. , .

Oxnce POM  (u3 yncna aHaJM3UPyeMBIX), coiepxkamasi He Goaee
1.10-59% Hukeus.

Bona penonn3oBaHHas.

Bogopona nepekucs nmo T'OCT 10929—76, ocoBoli 4uCTOTH, KOH-
HeHTPUPOBAHHAS.

Ammonnit  ykcycHokucawii mo TI'OCT 3117—78, oc. u., 509% -usiit
BOJHKIH PacTBOP.

a-¢pypungnokcum, 0,5% -uuil ciupTOBO# pacTBOp.

Hurposo-P-coar mo TOCT 10553—75, 0,1% -Hrulit pacTBOp, XpaHAT
B TEMHOH CKJsiHKe He 6oJiee HelesaH. ' :

Xnopogpopm Texnuueckuit mo FOCT 20015—74; nepex ymorpebie-
HHeM JHEePrHYHO BCTPSXHBAIOT C PACTBOPOM THOCYJb(ata B TeYEHHE
2 MHH NIpH COOTHOIIEHHH (pa3 BoJHAs: opraHuyeckas =1:3.

Huxkenp ceprokucaeiit no FOCT 4465—74.

Kucaora cepunas no 'OCT 4201—77, 0,01 1. pacTtsop. .

CranmapTHbli  pacTBOp  HHKesas  (3amacHol), coAepxauiHi
0,1 mr/ma nuxeas: 0,12 r cepHokHcjoro Hukeas pacrsopsior B 0,01 H. -
CEePHOH KHCJIOTE U AOBOIAT 00DbeM pacTsopa 0 METKH B MepHO# KoJbe
BmMecTuMocTbio 250 ma 0,01 1. CepHOH KHCJOTOH.

PacTBop HHKeJs, cofep®aumil 1 MKr/MJ HHKeJs, TOTOBAT B J€Hb
ynorpebiaeHus pasGaBJIeHHeM craggaprygoro pactsopa 0,01 H. cepHO#
kucaoron B 100 pas.

32. [TpoBenenue anaausa :

3.2.1. HaBecky aHanusupyemoii npoGei Maccoii 1 T moMemanT B
CTaKaH BMECTHMOCTbIO 50 MJ, cMauyuBawT 2—3 MJ BOABL, NPHJAHBAIOT
2 MJ1 a30THO# KHCJIOTH, 2—3 KallIi NepekHCH BOAOCPOJA, 3aKPHIBAIOT
CTaKaH 49acOBHLIM CTEKJIOM U PACTBOPSIOT NPH YMEPEHHOM HarpeBaHHH.
Ilo okoHuaHHH pacCTBOpEHHsI CHHMAIOT YaCOBOE CTeKJO, PaCTBOp yma-
pHBAIOT A0CYyXa, CJerKa NpoKaJ/JuBas OCTATOK HA ropsiyell IJAUTKe.

Cyxoft 0CTaTOX PacTBOPSIOT B 15 MJ pacTBOpa YKCYCHOKHCAOIO aM-
MOHHS (ec/H OCTaTOK IJIOXO PACTBOPSIETCS, TO COJepXKHMOe CTaKaHa
cJlerKka HarpeBalOT H HECKOJBKO pa3 IOMENIMBAIOT), NPHJIHBAIOT NAThb
KaneJp pacTBOpa THOCyJbdaTa, NATh KaleJb pacTsopa HHTPO30-P-co-
au, 1 MJa pacrBopa @ -QypHAZHOKCHMA, MepeMellnBas pacTBOP HOCHe
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J00aBJeHHSl Kax/JOro peakTHBAa, ¥ BBLAEPKHBAIOT B TeueHHe S MHH.
PacTBop TlepeBOAAT B Le/NHTEJNLHYIO BOPOHKY, IPHIHBAIOT 2 MJ XJI0OPO-
dopMa u 3HEPrHUHO BCTPAXHBAIOT B TeueHHe 2 muH. Ilocnme paccaau-
Banua (a3 CAMBAIOT OAHY KallJIIO XJOPOPOPMHOTO 3KCTPAKTa, BHITH-
paloT Hacyxo HaTPyGOK BOPOHKH (HJAbTPOBaJbHON. 6ymarod H CJAHBa-
IOT 3IKCTPAKT B CYXOH IHJIHHAD AJA KoJOpHUMeTpHpoBahus. WHTeH-
CHBHOCTb OKPACKH 3KCTPaKTa CpPaBHHBAIOT Ha GesoM (oHEe ¢ MHTEHCHB-
HOCTbIO OKPAacKH IIKaJbl CpaBHeHHs, Ha6/104as OKPAacKy CBepPXY BHHS3.

3.2.2. Ilpueorosaenue wikaibl CPABHEHUSR

B craxkassl BMECTHMOCTBIO 110 50 MJI OPHJAHBAIOT N0 2-—3 MJ BOJH,
.2 MJa a30THOH KHCNOTH,, 2—3 KallJIH NepeKuCH BOZOPOJA, BHOCAT Ha
KOHYHKe Inmatess 20 mMr okucu PIM, cooTBeTcTBYIOLIEH aHaMH3UpYye-
MO# OoCHOBe ¥ cofepxkaiueil He Gosnee 1.107%% nuxens, seousar 0; 0,05;
0,10; 0,20; 0,30; 0,50; 0,80; 1,0 ma1 pacTBopa HHKeJaS (COmepKaUlero
1 MKFP/MJ HMKeJNs) M yHapHBAlOT pacrtBop pocyxa. Cyxoit ocTaTok
pacTBOpsSIIOT B 15 Ma pacTBopa YKCYCHOKHCJOI'O aMMOHHS, NPHJIHBAIOT
TSATh KalleJb PacTBOPAa THOCYAb(aTa, NATh Kalledb PacTBOpa HATPO3O-
P-conn, 1 ma pacrsopa «-dypuanHOoKcHMa, IlepeMelldBasi pacTBOP
nocje no6aBJeHHsl KaXkK[OTO PEaKTHBA, W OCTaBJSIOT COJIEPKHUMOe cTa-
K&Ha CTOATb 3 MHH. 3aTeM pacTBOp MEPeBOASIT B JAEJHUTENbHYIO BOPOH-
KY, MPHJAHBAIOT 2 MJ XJ0po(hopPMa H SHePrHYHO BCTPAXHBAIOT B TeUEHHE
2 mun. Ilocne paccnanBanus (a3 CAMBAIOT OJHY KalJIO XJOPOHOPM-
HOTO IKCTDaKTa, BHITHPAIOT HACyXo NaTtpyOOK BOPOHKH (H/IBTPOBAbL-
HOH OyMaroH ® CJHBAIOT SKCTPAKT B CYXOHR HUIHHADP AJS KOJOPHMET-
pHPOBAHHA,

33.06pafoTka pe3yJabTaToORB

3.3.1. Maccosywo npoaio HHKeas (X) B npoleHTax BBHUHCJAAIOT IO

dopmyse

m
X=— .10,
my
raie m — Macca HHKeJA B Hpoée, MKT,
m, — Macca HaBeCKH aHaJU3UpPyeMOH MPOOH, T.

3a pe3yabTaT aHaJH3a TPHHUMAIKT cpelHee apHMeTHUECKOe ABYX
napasenbHLIX ONpeieeHni. -

3.3.2. PacxoxzeHust pe3yJbTaTOB JABYX INapaJJiesbHEIX ONpenee-
HHH U pe3yJbTaTOB JBYX aHAJH30B HE AOJIKHB NpeBBHILIATH 3HaueHHH

JOIyCKaeMbIX pacxoxJeHH#, yKa3aHHBIX B TabJ. 2.
Tabnuna 2

Maccosay Aoas Hukead, % JlomyckaeMbre pacxoxaeHud, %
5-10~° 5.10-¢
8.10-5 2.10—%
5. 105 3.10—°
1-10~4 5. 10~%
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