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CTAHIODAPT

HUKEJIb. KOBAJIBT

Mertoapl onpeacjacHusn K00aIbTa B KoDalbTe

Nickel. Cobalt.
Methods for determination of cobalt in cobalt

1 ObaacTh NpuMeHeHns

JlaTa BBenenna 2003—07—01

HacTostimii cTanmapT ycTaHaBIMBAeT 3JIEKTPOrpaBUMETpUYECKUil (TIpy MaccoBoii mosie a0 98,8 %) u
pacueTHBIN (TIpU MaccoBoit foe cBbile 98,8 %) MeTomsl onpeneneHs Kobanbra B KobanmsTe o 'OCT 123.

2 HopmaTuBHBIE CCBHLIKH

B HacrosiiieM ctaHaapTe UCMOJb30BaHbl CChIIKM Ha CIEAYIOlUe CTaHIAPThI:
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rocTt
rocTt
rocr
rocr
rocrt
rocr
rocTt
rocr
rocr
rocr
rocr
rocCr
rocCTt
ToCT
rocrt
IoCT
ToCT
ToCT
rocCrt
rocrt
IrocCTt
IrocCTt
rocCrt
rocTt
IoCTt
IroCTt
rocCrt
rocrt
ToCT
ToCT
rocrt
rocr

3118—77
3760—79
3769—78
4204—77
4461—77
545775
584174
6563—75
8776—99

Kucnora consHas. TexHudeckue ycaoBuUs

AMMMaK BoAHbIA. TexHUyecKue yciaoBUs

AMMOHUI CepHOKUCIBIN. TexHnYecKue ycaoBUs
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Kucnora azotHas. TexHuueckue ycaoBUs

AlleTIIeH pacTBOPEHHBIN U ra3000pa3HbIil TEXHUYECKU. TeXHNYeCKNe YCIOBUs
T'magpa3uH cepHOKUCIBIA

Wzaenust TexHuyeckue U3 6J1aropoJHbIX METALIOB U CILIaBOB. TeXHUYeCKUe YCIOBUS
Kobanbr. MeTobl XMMUKO-aTOMHO-3MUCCUOHHOTO CIIEKTPaIbHOTO aHaIu3a
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4 DJIeKTpOrpaBUMETPHYECKHIA METOJ,

4.1 Meton ananu3a

Metom oCHOBaH Ha B3BEIIMBAHMM MAacCChl KOOAIbTa, HUKEJISI, MEIW U IIMHKA, BHIIEISIEMON 3JIEKTPO-
JIU30M Ha TUIATMHOBOM KaToJe M3 aMMUAYHOU cpefbl, U ONpelejeHUM OCTaTOYHON Macchl KobOajabTa B
pacTBope IMoce 3J1eKTPou3a CeKTpohOTOMETPUYECKUM MM aTOMHO-a0COPOLMOHHBIM MeToaoM. Mac-
COBBIE JOJIU HUKeNs, Meau 1 nHKa onpenelisttoT mo F'OCT 13047.5, TOCT 13047.10, TOCT 13047.11 unn
o 'OCT 8776 w y4nTHIBAIOT IpU 00pabOTKE PE3YIbTATOB.

CrekTpoOTOMETPUYECKUI METOJ, OCHOBAaH Ha M3MEPEHWM CBETOINOMIOLIEHUSI MPU JJIMHE BOJIHbI
500 HM KOMILIEKCHOI'O COeIMHEHMS KOoOajabTa ¢ HUTPo30-P-conkio.

ATOMHO-a0COPOLIMOHHBII METOJ OCHOBAaH Ha M3MEPEHUM ITOTJIOIICHMS MpHU HIMHE BOJHEL 240,7 HM
PE30HAHCHOTO M3JIyYeHUs aToMaMM KoOajbTa, 0Opa3yIoIIMMUCS B pe3yJIbTaTe aTOMU3AIIUM TIPA BBEICHNH
pacTBopa MpoObl B IJIaMsl alleTUJIEH-BO3IYX.

4.2 Cpencrsa u3MepeHHii, BCIIOMoOraTejibHble YCTPOHCTBA, MATEPHAJIbl, PEAKTHBBI, PACTBOPbI

YcTraHoBKa IS 3J1€KTPOJIM3a ¢ aMIIepMETPOM, BOJBTMETPOM, PEOCTAaTOM, obecrieynBarolias mpose-
JIIeHWe 3JIEKTPOJIM3a MpY MepeMelInBaHUM IIpU cie Toka 3—4 A u HanpsokeHuu 2—3 B.

ATOMHO-a06COPOLIMOHHBIN crieKTpodoTOoMeTp, oOeceunBaIoLIUi MPOBeAeHUE U3MEPEHUI B IUIAMEHU
alleTUJICH-BO3MYX.

JlaMma ¢ IOJIHBIM KaTOAOM ISt BO30YKIEeHUS CIEKTPaJbHOM JTMHUK KOOaIbTa.

CrnekrpodoroMeTp Wi (OTO3IEKTPOKOJIOPUMETP, OOECIICUMBAIOIINI IIPOBEACHNE M3MEPEHUIA B
JuarnasoHe JIUH BoJiH 490—540 HMm.

Onexkrpoanl mwiatnHoBbie ceryatble Mo 'OCT 6563.

AnermieH razoodpasnbiii mo FTOCT 5457.

Kucnora asotHas mo I'OCT 4461, npu HeoOXOAMMOCTM OYHMIIEHHAS INEPEroHKOM, WIA II0
I'OCT 11125, pa3oasnenHas 1:1.

Kucnora cepnas no 'OCT 4204, paz6apnenHas 1:1 u 1:9.

Ammuak BogHbii 1o T'OCT 3760 wim o 'OCT 24147, pas6asieHHslii 1:9.

AMmMmoHnii cepHokucibiii mo TOCT 3769.

Kucnora comsnas mo I'OCT 3118, pazoasnenHas 1:1.

I'mppasun cepHokucnbiit mo 'OCT 5841.

Harpnit ykeycHokucensiit 3-Bogubiii mo FOCT 199, pactsop MaccoBoit KoHIeHTpauu 0,5 r/cm3.

Hwurposo-P-cons 1o [1], pactBop mMaccosoii Konuentpaunn 0,001 r/cm3.

Cnupt >TUiI0BbBIN peKTU(UKoBaHHBIN TexHndeckuii mo 'OCT 18300.

YHuBepcaibHasl nHAUKaTOpHast oymara 1o [2].

DuabTpel 06€3301€HHBIE TI0 [3] WK Ipyrue cpemaHeil IIOTHOCTH.

Kob6anst o 'OCT 123.

PactBOpEI KOOaIbTa N3BECTHOM KOHIIEHTPALIMU.

PactBop A MaccoBoii KoHueHTpauuu Kobanbra 0,001 r/cM3: B crakaH wiu KOJOY BMECTHUMOCTBIO
250 ¢m?® momelnaroT HaBecKy Kobanbra maccoil 1,0000 r, mpumBaor 25—30 ¢cM3 a30THOM KUCJIOTHI, pas3-
OaBjieHHOI 1:1, pacTBOPSIIOT NP HArpeBaHUM, KUIIATAT PacTBOp 3—5 MuH, mpuinBaoor 20 cM? cepHoii
KUCJIOTHI, pa30aBieHHOM 1:1, BeIMapuBalOT A0 MOSIBJIEHUST TAPOB CEPHOI KUCIOThI, OXJIAXAAIOT, K OCTATKY
npuarBaioT 80—100 cM? Bombl, pacTBOPSIIOT COJMU MPU HArpeBaHMM, PACTBOP OXJIAXKIAIOT, TMEPEBOIAAT B
MEDPHYIO KOJIOYy BMeCTUMOCTBIO 1000 cM3, IONMBAIOT 1O METKU BOIOM.

Pacteop b MaccoBoit koHueHTpauuu kobansra 0,0001 r/cM?: B MEpHYIO KOJIOY BMECTUMOCTBIO
100 cm? orOupator 10 cM3 pactBopa A, npuiausaoT 10 cM? cepHOI KUCI0THI, pa3basiaeHHo 1:1, goau-
BAIOT 10 METKU BOJOMA.

PactBop B MaccoBoii koHueHTtpatuu kobansra 0,00001 r/cM3: B MepHyI0 KOJIOY BMECTHUMOCTBIO
100 cm? or6uparor 10 cM3 pactBopa b, mpummsaior 5 ¢cM? cepHOI KUCIIOTHI, pa30aBiaeHHoi 1:9, qoauBaioT
10 METKW BOIOM.

4.3 IToaroToBKa K aHAJIM3y

4.3.1 s mocTpoeHusl TpagyupOBOYHOIO rpaduka IIpu oIpeaeeHMM MacChl KoOaibTa CIIeKTPodo-
TOMETPUYECKUM METOIOM B MEpHBIE KOJIObI BMecTuMOcTbio 100 cm® or6mparor 1, 2, 4, 6, 8, 10 cm3
pactBopa B, momusaror Bomoii 1o 15 ¢m?, mpubasinsaor 1—2 Karum cepHOM KUCJIOTHI, pa3dasiaeHHon 1:1,
MPUJIMBAIOT 5 CM? YKCYCHOKKCJIOTO HATPHS U Jajiee MOCTYIAloT, KaK yKa3aHo B 4.4.4.

Macca kobayibTa B pacTBOpax Il rpagynpoBoyHoro rpaduka cocrasnsteT 0,00001; 0,00002; 0,00004;
0,00006; 0,00008; 0,00010 T.

Ilo 3HaYeHMSIM CBETOMOIJIONIEHNS] U COOTBETCTBYIOIMM UM MaccaM KoOajibTa CTPOST TpaayupoOBOY-
HBII rpacuK ¢ y4eToM 3HaUYe€HHUs CBETOIMOIIOLIEHUST PacCTBOPA, MOATOTOBIEHHOIO 6e3 BBEIEeHUs pacTBOpa
KoOaJbTa.

4.3.2 [ns rpagyupOBOYHOIO rpaduka mpu OIpeaeieHUH MacChl KoOaibTa aTOMHO-a0COPOILIMOHHBIM
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METOIOM B MEPHBIE KOJIOBI BMECTUMOCTBIO 250 cM3 otbuparor 1, 2, 4, 6, 8, 10 cM? pactsopa B, nomusator
JI0 METKH BOJIOM M M3MEPSIOT abcopOIrio, KaK yKa3aHo B 4.4.5.

Macca xobanbra B pactBopax st rpagyuposku cocrasisgeT 0,0001; 0,0002; 0,0004; 0,0006; 0,0008;
0,0010 t.

4.4 IIpoBenenne anaam3a

4.4.1 B crakaH wiM KoOJOy BMECTUMOCTBHIO 250 ¢M? moMemarT HasecKy Npoobl maccoi 1,000 T,
npwmBaoT 15—20 ¢cM? a30THOI KUCIOTHI, pa3baBieHHON 1:1, pacTBOPAIOT IPU HATPEBAHWM, KUIIATAT
pacTBOp 2—3 MUH, OXJAXIAIOT, MPUIUBAOT 15 cM3 cepHOil KMCIOTHI, pa3daBieHHO# 1:1, BbITapuBaIOT
pacTBOp A0 MapoB CEPHOIN KMCIOThI, OXJIaXIAIOT.

K ocrarky npunmBaior 50—60 cM? Bombl, 100aBIsIIOT 3—4 I' CEPHOKKMCIOTO aMMOHUST M PACTBOPSIIOT
COJIM MpU HarpeBaHuu. K pacTBOpy NMpUIMBAIOT MpPU MepeMelliMBaHUM aMMUaK 0 MOSIBJICHUS €ro 3araxa
u natotT 80 cM? U3OBITOK.

PactBOp ¢ ocagkoM BbIIepXKHUBAIOT B TermaoM MecTe 25—30 muH. Ocamok OT¢GWILTPOBBIBAIOT Ha
uibTp (KpacHasg wiu Oenas JieHTa), cobupas (PWIBTpAT B CTAKAH BMECTUMOCTBIO 250 cm3, uibTp
MPOMBIBAIOT 2—3 pa3a aMMUaKoM, pa3baBieHHbIM 1:9, puabTpaT UCIONB3YIOT, KaK yKa3aHo B 4.4.2.

Ocanok Ha puibTpe pacTBopsIoT B 10—15 cMm? ropsdeii cosiHOM KUCIOTEI, pazdasieHHoii 1:1, Gpuiabtp
MpoMbIBaloT 3—4 pasza ropsiueil Boaoi, cobupass GWwibTpaT M MPOMBIBHbIE BOAbI B CTaKaH, B KOTOPOM
npoBoanoch ocaxaeHue. K pactBopy npunuaior 10 cM? cepHOi KMCIOTHI, pa30daBieHHOM 1:1, BeImapu-
BAaIOT IO IOSIBJIEHUS IIAPOB CEPHOI KUCIOTHI, OXIaxnaroT, npwimBaoT 20—30 cM? BOAbI U pacTBOPSIOT
COJIM TIPpU HArpeBaHMU. PacTBOp MEPEBOIAT B MEPHYIO KOJIOY BMECTUMOCTBIO 250 CM3 M UCIOIB3YIOT, KaK
yKazaHo B 4.4.3.

4.4.2 K ¢unsrpaty npubasisiior 2,0 T ruapasuHa, TOJUBAIOT BOLOM 10 oobeMa 200 cM? 1 mpoBomsT
BJIEKTPOJIN3 B TeueHne 1—1,5 9 mpu rrepeMelliMBaHUM pacTBOpa, UCIIOIB3YsS IIPEeIBAPUTETHLHO B3BEIIICHHBIC
IUTIATUHOBBIE BJIEKTPOIBI, IPU cujie ToKa 3—4 A m HanpsbkeHun 2—3 B. Ilocie obeciiBeumBaHUSI pacTBOpa
CTEHKM CTaKaHa W BBICTYIMAIOIINME YaCTH 3JIEKTPOJOB OOMBIBAIOT BOMOM, MpuinBaloT 15—20 cM3 Bombl u
MPOIOJIKAIOT 3JeKTpoau3 10—15 MUH. DIeKTpoabl BBIHUMAIOT U3 PacTBOPA, NMPOMBIBAIOT BOMOM, BBIKJIIO-
YaloT TOK. DJIEKTPOIBI MPOMBIBAIOT 3TWIOBBIM CIMPTOM, BEICYIIMBAIOT Ipu Temieparype 95—105 °C B
TedyeHne 15—20 MUH, OXJIaXIAIOT 1 B3BEIINBAIOT.

4.4.3 PacTBOp IOCJIE IIPOBENEHUS 3JEKTPOJIN3A BBITAPUBAIOT 10 00beMa 40—50 cM? U mpUIMBaIOT
CEepHYIO KUCIOTY, pa3basneHHyio 1:1, mo pH 1—2 mo yHuBepcanbHOI MHOAUKATOpHOI Oymare. IIpucoenn-
HSIIOT PacTBOP K PacTBOPY B MEPHOI KOJI0e BMECTUMOCTBIO 250 cM3, HONMBAIOT 10 METKM BOMON U
OIpeNesIsIIoT B pacTBOpPEe Maccy KobajabTa CEeKTPOMOTOMETPUYECKUM METOIOM, Kak yKazaHo B 4.4.4, wiu
aTOMHO-a0COPOLIMOHHBIM METOJOM, KaK yKa3aHo B 4.4.5.

4.4.4 Tlpu UCIIOIB30BaHUM CIIEKTPOGOTOMETPUIECKOTO METO/IA B MEPHYIO KOJIOY BMeCTUMOCThIO 100 cm3
OTOMPAIOT AIMKBOTHYIO YaCTh PACTBOPA, OATOTOBIECHHOTO 1O 4.4.3, 100aBIISIIOT aMMUaK 0 MOSIBJIEHUS OcaaKa
TMAPOKCHIA KeJie3a U PACTBOPSIOT €ro B 2—3 KaIUIsIX CEpHOM KUCJIOThI, pa3daBiieHHoM 1:1.

K pacTBOpY IpmmMBamOT 5 ¢M? YKCYCHOKHUCJIOTO HATPUS, KUIATAT 2—3 MuH, npwiusaior 10 cm3
pacTBOpa HUTPO30-P-comu, Kumsarar 2—3 MuH, npuirBaloT 10 cM3 a30THOM KUCIOTHI, pasbaBieHHON 1:1,
KUMATAT | MUH. PacTBOp OXJIaXIaroT, MePEeBOIAT B MEPHYIO KOJIOY BMeCTUMOCTBIO 100 cM3, JOIMBAIOT 10
METKU BONOM.

Yepes 5—7 MUH U3MEPSIOT CBETOMOMIOIIEHUE pACTBOPA Ha ClieKTpodoToMeTpe NMpu ATruHe BoJHbI 500 HM
WM Ha (poTosIeKTpoKosopuMeTpe B obnacti WMH BoiH 490—540 HM. B kauecTBe pacTBopa CpaBHEHMS
KCIIONB3YIOT PAaCTBOP IPagyrpOBOYHOrO rpaduka, IMOArOoTOBICHHBIN 0e3 BBEIeHUsI pacTBOopa KoOajibTa.

Maccy kob6anbTa B pacTBOpe IMPOOBLI HAXOIST 110 TPaIynPOBOUYHOMY I'paduKy, ITOCTpoeHHOMY 110 4.3.1,
¢ yyeToM KoadduimeHTa pa3daBiieHNs] pacTBOpa.

4.4.5 Ilpu UCIIONB30BAaHMM AaTOMHO-a0COPOLIMOHHOIO METOAA OIpeAe/IeHUs U3MEPSIOT adCopOIIMIo
pacTBopa IpoOsI 110 4.4.3 ¥ pacTBOPOB IS TPaIyupOBOYHOro rpaduka 1o 4.3.2 mpu aauHe BoiaHbl 240,7 HM,
IIMpYHE 1eau He 6osiee 1,0 HM He MeHee ABYX pa3, MOCJeAoBaTebHO BBOAS MX B IJIaMsl, IPOMbBIBAIOT
CHUCTEeMY BOJIOi, TPOBEPSIIOT HYJIEBYIO TOUKY M CTaOUJIBHOCTb I'PaayuMpoOBOYHOIO rpaduka.

ITo 3HaueHMsIM abCOPOLIMU PACTBOPOB ISl TPALYMPOBKM U COOTBETCTBYIOIIMM MM MaccaM KoOajiabTa
CTPOSIT TPATyUPOBOYHEIN TpaduK.

I1o 3HaueHut0 abcopOIIMK pacTBOpa MPOOBLI HAXOAAT Maccy KobajibTa Mo TpagyupoOBOYHOMY I'paduKy.

4.5 O0paboTKa pe3yJbTaTOB AHAJIN3A

Maccosyio moito Kobanbra X, %, BRIUUACISIOT 0 (hopMyIie

_ LM, - My) - (M- M) + M ] 100

X M

-X+ X5+ X)), (1)

roe M, — Macca KaToga mocje 3JeKTpoJu3a, T;
M, — macca karoga [0 2JIeKTpou3a, T;
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M; — Mmacca aHOImA IO JIEKTPOJIN3a, T;
M, — macca aHOma TOCJIe 3JeKTPOJIN3a, T
M5 — macca kobanbTa B pacTBOpe MpPOOHI, T;
M — macca HaBeCKU HpOOHI, T;
X; — MaccoBag 10y HUKeEJST B Tipobe, %;
X, — MaccoBag J0J8 MeIu B rpobe, %;
X3 — MaccoBas J0yd [IMHKa B ITpobe, %.
4.6 KoHTpOJIb TOYHOCTH aHAJHM3a
KoHTpoIb METPOIOTUYECKUX XapaKTePUCTUK pe3ynbTaToB aHanmu3a Ipoomdat 1mo I'OCT 13047.1.
IMorpenrHocTs MeTOna aHanu3a A coctapisieT 0,3 %. HopMaTuBBI KOHTPOJIS: JOMMyCKAaeMbIe PacXOX-
JEHUs Pe3yIbTaTOB IBYX WIM TpeX MapaJIeIbHBIX OTpeNeNeHnil d, Win d; COOTBETCTBEHHO COCTABIISIOT
0,2 % u 0,3 %; nomyckaeMble pacXOXIEHMs OBYX pe3y/ibTaToB aHanu3a D coctapisior 0,4 %.

5 PacueTHblii MeTOJ

IIpu maccoBoii mose kKoOaabTa cBbilie 98,8 % MaccoBylO OO0 KOOaabTa OMNPEAEISIOT paCUeTHBIM
MeTomoM. [IJIst 3TOro HaxomsIT CyMMY MAacCOBBIX mojieil mpumeceit, Hopmupyembix B TOCT 123, a Takxe
KpeMHus U amoMmuuus, onpeneneHHbx 1o FOCT 13047.5 — 'OCT 13047.21 unu o T'OCT 8776, B34ThIX
6e3 oKpyIIeHus, U BeuuTaloT ee u3 100 %.

OkpyrjieHre pa3HOCTU MPOBOST A0 YMCa 3HAYaIIUX MGp, YKa3aHHBIX B TAOJUIIAX XUMUYECKOTO
cocraBa B 'OCT 123.

MMPUJIOXEHHME A
(cripaBoYHOE)

bubmmorpadusa
[1] TY 6-09-5320—86 Hutpo3zo-P-conp

[2] TY 6-09-1181—89 bymara wHIuKaTopHass yHUBepcaibHast s onpeaenennss pH 1—10 u 7—14
[3] TV 6-09-1678—95* ®unbTpsl 00e330JIeHHBIE (Oenast, KpacHasi, CUHSS JICHTHI)

* JletictByeT Ha Tepputopuu Poccuiickoit ®enepanyu.

YK 669.24/.25:543.06:006.354 MKC 77.120.40 B59 OKCTY 1732

KomoueBbie ciioBa: KOGaIbT, XWMMIIECKUIA aHATIN3, MAacCOBast JOJIs, CPeACTBA N3MEePEHUI, pacTBOP, pEaKTUB,
po0a, rpaLynpoOBOYHBIN TpaduK, pe3ylbTarT aHaan3a, MOTPEIIHOCTL, HOPMATUBBI KOHTPOJIS
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