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MeToab! onpeaeneHus HUKens 1367.6-83
B3ameH

Antimony. Methods for the determination of nickel FOCT 1367.6-76

OKCTY 1709

MoctaHoBneHnem [MocypapcteeHHoro komuteta CCCP no ctaHgapTam oT 16 nckal s 1983 r. Ne 6013 pata BB%ﬁeHMH
yCTaHOB/eHa 01.01.8S

OrpaHuyeHre CpoKa AEeiCTBUS CHATO MO npOTOKony Ss 4—93 MexrocygapctseHHo0 CoBeTa Mo CTaHAapTKraviHu.
MeTposorin 1 ceptugmkaumm (MYC 4—94)

HacToswuii cTaHfapT ycTaHaBnnBaeT )OTOMETPUYECKMIA N aTOMHO-a6COPOLMOHHbBI MeToabl onpe-
fgeneHnsa Hukensa ot 0.005 go 0.05 % B cypbme mapok CyOO un CyO.
(M3meHeHHasa pegakums, M3m. No 1).

1. OBWWE TPEEOBAHWA

1.1. O6wwue TpeboBaHMA K MeTofam aHanmsa v TpeboBaHmsa 6esonacHocTm —no MOCT 1367.0—83.

2. ®OTOMETPUYECKUIN METOS

MeTog ocHOBaH Ha 06pa3oBaHUM B LLENOYHON cpefe OKPaleHHOro KOMMIEKCHOro COeAuHeHus
HUKEeNA ¢ AUMETUNTINOKEHMOM B MPUCYTCTBUM OKucnmTens —6poma. [o 0,2 r cypbMbl ONpeaeneHunto He
MeLlaeT, N03TOMY OTAEeNeHWEe HUKENS He NMPOBOAUTCA.

21 AnnapaTypa, peakKTWUBbl U pPacTBOPbI

CnekTpodoToOMeTp MU GOTOINEKTPOKONOPHMETP 1060ro Tuna Ans u3MepeHns B BUAUMONA 061acTu
cnekTpa.

CrakaHbl CTeKNsHHble nabopaTopHble No MOCT 25336—82 BmecTuMocTbi0 50. 100 cm'.

Kon6bl mepHble no FOCT 1770—74 BmectumocTbio 50, 100 cmln 1am3.

Munetkn ¢ geneHnamn no HTL smectumocTbio 1, 2, 51 10 cm3

Kucnota cepHaa no NOCT 4204—77, pa3baBneHHasa 1:1.

Kucnota conanaa no NOCT 3118—77.

Kncnota BuHHas no MOCT 5817—77, pacTBop ¢ MaccoBoit fonein 25 %.

Bogopoga nepekucs no FOCT 10929—76, pacTBOp C MaccoBoii goneit 30 %.

AMMUak BofHbI no TOCT 3760—79. pa3baBneHHbln 1:1.

Bpom no NOCT 4109-79.

Boga 6pomHas: 51 6poma noMeLaroT B CKASHKY C NpUTepTOli Npo6Koil BMecTuMocTbio 200—300 cm3,
npunueatoT 100 cM' BOAbl M 3HEPTMYHO BCTPAXMBAIOT CKAAHKY, M3pefka MPUOTKPbIBas NpO6KY, 4TOObLI
BbINYCTUTb CKONWBLLKECA Mapbl 6poma.

CnunpT 3TMN0BbLIA NUTbeBO No TOCT 5963—67*.

OnmeTtunranokcum no TOCT 5828—77, cnupToBOW/ pacTBOp ¢ MaccoBon gonei | %.

Hwukenb metannnyecknii no FOCT 492—73.

* Ha Tepputopun Poccuiickoii ®epepaumu gelicteyetr FOCT P 51723—2001.

V3naHne oduupmaisHoe [Mepeneyarka BOCMpeLLEHa

W3paHve ¢ VsmeHeHrem Ne J. yTBep>KaeHHbIM B MupTe 1989r1. (MYC 6—89).
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C.2TOCT 1367.6-83

CraHfapTHble pacTBOPbI HUKEeNs.

PactBop A: 0,1 r MeTa//IMYeCKOro HUKeNs MomeLlaloT B CTakaH BMeCTUMOCTbI0 100 cm3. npunmsatoT
5 cM3conaHO KNCnoThl 1 2 cM3a30THOM KnucnoTel. CoAepXMMoe CTakaHa HarpeBatoT 1 BbiNapuBatoT NOYTH
gocyxa. 3aTem npuAuBatoT 5 cM3 CONAHON KMCNOTbI W CHOBA BbiNapusaloT gocyxa. O6paboTKy CONSHON
KWUCNOTON MOBTOPAIOT ABa pasa. lMocne oxnaxaeHWs Cyxoi 0CTaTOK CMayuuBalT 5 CM3 CONAHOW KWUCNOTHI,
npunausatoT NpumMepHo 20 cM3BO/bI, HarpesatT, OXNaXAaloT, NePeBOAAT B MEPHYIO KOOy BMECTUMOCTbLIO
1am3, AOBOAAT BOLON A0 METKW W MepemeLlnBatoT.

1cm3 pacTtBopa A cofepxut 0,1 Mr Hukens.

Pacteop B: 10 cm3pacTBopa /1 NepeHOCHAT B MePHYHO K016y BMECTUMOCTLHO 100 cM3 fonMBalOT BOAON
0,0 MeTKu.

| cm3 pactBopa b cogepxxut 0,01 Mr Hukens.

(U3meHeHHas pepakuus, Mxm. No 1).

22. TlpoBefjeHue aHanusa

2.2.1. Hasecky cypbMbl Maccoli 0,2 r mapok CyOO, CyO unu maccoit 0.1 r mapku Cy2 nomeluaroT B
cTakaH BMecTUMOCTbi0 100 cM3 1 pacTBOPSAKOT NPU HarpeBaHUM W HEMPepbIBHOM MnepemMeLllnBaHum B 5 cm3
CONSHOW KMcnoThbl ¢ fo6aBneHeM Mo Kanasm nepekucy Bogopoga. Mocne pacTBopeHWs HaBeCKW Copep-
XUMOe KoNb BbiNapusaloT [0 BAAXKHbLIX COMe, npuansatoT 5 cm3 pacTBopa BUHHON Kucnotel, K) cM3Boabl
N KANATAT B Te4eHne 1MuH.

K pacTtBopy A06aBnsioT GpPOMHYH0 BOAY A0 MOABAEHWUS HEMCYe3atoLero >KenToro okpaliunsBaHus,
HeliTpanusytoT ammuakom (1:1) [0 WeNo4YHOW peakuuyu NO NakMycy U npuausaroT 1 cm3 ammuaka B
n36bITOK. 3atem gobasnaoT Boabl npumepHo 10—20 cm3. 1 cm3 pacTBopa AHMETUATIMOKCHMA. 2 CM3
O6poMHOI BOAbl M NepeBOAAT PacTBOP B MepHYI0 KOnby BMeCTUMOCTbIO 50 cM3, fonvBas BOLON A0 METKMU.
Mocne pobaBneHns KaxAoro peakTusa pacTBOp MepPeMeLLVBaOT.

Yepes 10 MUH M3MepsalOT ONTUYECKYH MAIOTHOCTL pacTeopa npu AavHe BOMHbI 550 HM B KloBeTe
AnvHoi 50 Mm. PacTBOpPOM CpaBHEHWSA CMYXWUT PacTBOP KOHTPO/IbHOrO onbiTa. Maccy HUKens B pacTBOpe
npo6bl yCcTaHaBAMBAKOT MO rpagynpoBOYHOMY rpatimKy.

2.2.2. TMocTpoeHune rpagympoBodHoro rpa<fHika

B cTakaHbl BMecTumocTbio 50—100 cm3 npunuBaloT nocnegosartensHo 1,0; 2,0; 3.0; 4,0; 5.0 n 6,0 cm3
cTaHfapTHoro pactsopa b. uto cootsetctsyer 0,01; 0.02; 0,03; 0,04, 0.05 n 0.06 mr Hukena. '3arem
[06aBNAOT B KaxAblli cTakaH 5 cM3 pacTBopa BUHHOW KWCNOTbI, NnpuMepHo 10 cmM3 BOAbl, MPUIMBAIOT
OpOMHYI0 BOAY [0 XXENTOro OKpallvBaHWA, HelTpanusytoT ammuakom (1:1) [0 WenoyHoW peakuyuu no
nakmycy, fo6asnss ero B n36bIToK | cM3 ¥ ganee nocTynatT Kak ykasaHo B n. 2.2.1.

Mo HalfieHHbIM 3HAaYeHWSM OMTUYECKUX MNOTHOCTE/ U COOTBETCTBYHOLMM MM MacCOBbIM [OMAM
HUKeNN CTPOAT rpagyMpoBOYHbIA rpaduk.

2.3. O6paboTKa pe3ynbTaToB

2.3.1. Maccosyto fonto HUKena (V) B NpoLeHTax BbIYMUCAAIOT N0 opmye

«,.100
ny - 1000-

rfe /9, —macca HUKens B pacTBOpe aHanu3npyemoii npobbl, HalijeHHas no rpagynpoBOYHOMY rpadu-
Ky, Mr;
T2—Macca HaBeckn CypbmMbl, T.
2.3.2. Pa3HOCTb [BYX pe3ynbTaToB napafiefibHblX OMpefefieHnidi M pasHoCTb [BYyX pesy/nbTaTos
aHanu3sa nNpu JOBEPUTENbHON BepoATHOCTM P - 0.95 He fo/mkHa NpeBbiWwaTh abCoOMOTHOrO JOMYCKaeMOoro
pacxoxgeHnsa CXOAMMOCTW M BOCNPOMU3BOAMMOCTM, NPUBEAEHHbIX B Tabn. 1

Ta6nuua 1
ABCONMIOTHOE [ONYCKaeMoe pacxoXxaeHue. *5
MaccoHan nons Hukens, %
CXOAUMOCTHU nocnpou 1BOPKmocTu
o+ 0.CHO5040 0.010 BKAMOM. 0.0015 0.002
Cs. 0.010 o 0.020 * 0,002 0.003
0.020 . 0.050 » 0.004 0.005

(M3meHeHHas pegakums, M3m. Ns 1).
2.3.3. MeToA NpUMEHSAETCA NMPU pa3HOrnacmsaxX B OMEHKe KayecTBa CypbMbl.
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FOCT 1367.6-83 C. 3
3. ATOMHO-ABCOPBLMOHHbLIN METO

MeToa OCHOBaM Ha W3MEpeHWW aTOMHOrO MOTOWEHNS HWUKeNs Mnpu BBeLEHUWM pacTBOPOB Npob u
pacTBOpPOB CPaBHeHWA B Niams NponaH—OyTaH—BO34yX WK aueTueH —BOo3ayX.

3.1 AnnapaTtypa, peakKTuBbl W pacTBOpbHI

CnekTpooTOMETP aTOMHO-a6COPOLMOHHbIA MMepkuH-Inmep 503 nan Apyroin aHanornyHblli aTom-
HO-a6CcopPO6LMOHHBIV CNEKTPOGOTOMETP.

a3 nponaH-6ytaH no MOCT 20448—90.

CTakaHbl CTeKNSHHble na6opaTtopHble no MOCT 25336—82 BmecTuMocTbio 50. 100 cm1

Kon6bl mepHble no FTOCT 1770—74 BmecTumocTbto 25, 50 cm3 1am3

MuneTtkn ¢ geneHnamu no HT/[ emectumocTtbio 1, 2, 51 10 cm3

Kucnota cepHas no FOCT 4204—77, paz6aBneHHaa 1.1

Kucnota consaHaa no FOCT 3118—77.

Kucnota asotHad no NOCT 4461—77.

KucnoTa BuHHas no FOCT 5817—77, pacTBOp C MaccoBoii goneii 25 %.

Bogopoga nepekucs no FOCT 10929—76, pacTBop ¢ mMaccosoit gonein 30 %.

Hwukenb metananyeckuini no FOCT 492—73.

CTaHpapTHbIA pacTBop HuKens: 0,1 r MeTanIM4yecKoro H1UKens NOMeLatoT B CTakaH BMECTUMOCTbIO
100 cm3 npuamBardT 5 cM3 CONAHOM KMCNOTbI. 2 CM3a30THOW KMCNoTbl. COAepXXUMOe CTakaHa HarpesaroT
1 BbINapMBalT MOYTK Aocyxa. 3aTeM NpMAMBaKOT 5 cM3CONSAHON KUCAOTHI U CHOBA BbiMapuBaloT JOCYXa.
O6paboTKy CONSHON KMCMOTON MNOBTOPSAIOT ABa pas3a. Mocne oxnaxAeHUs Cyxoi ocTaTok cmaymBatoT 5 cm3
CONIAHON KUCNOTbI, NpUAMBaOT NpMMepHO 20 cM’ BOAbl, HarpeBatT, OX/NaX4AKT, NEPEBOAAT B MEPHYH
KON6y BMeCTUMOCTb0 1 AM3, 4OBOAAT BOAOA 4O METKM M MepeMeLlnBatoT.

1cm3pacTeopa cogepXut 0,1 Mr Hukens.

(M3meHeHHasa pegakumsa, M3m. Ne ).

3.2. MpoBefeHne aHanusa

3.2.1. HaBecky cypbMbl Maccoit 0,5 r mapok CyOO, CyO nnam maccoid 0.1 r mapku Cy2 nomeLyatoT B
CTakaH BMecTuMOCTbto 50—100 cmM3 npuauBatoT 5 CM3 CONAHOM KMCAOTbI U NO KannisM, NepeMeLlunBas,
[06aBnaT nepekuchb Bogopoga. llocne pacTBOpPeHWS HaBeckU npuanBatoT 5 cM3 BUHHOW KWUCNOTbI,
5—10 cM* BOAbl M HarpeBalT 40 KUNeHMsA. PacTBOp KMNATAT, OXNaXAatoT, NEPeNnBalOT B MEPHYIO KONy
BMECTUMOCTbIO 25 CM3 A0NMBAIOT BOLOW J0 METKM U NepeMeLLnBaloT.

MonyyeHHbIi pacTBOpP CypbMbl pPacnbINSOT B NnamMsa W M3MepsoT abcopbuuMo npu  AnvHe
BOJIHbI 232,1 HM.

OfHOBPEMEHHO MPOBOAAT [iBa KOHTPOJIbHbIX OMbITA CO BCEMU NPUMEHAEMbIMU peakTuBamu. Ycpes-
HEHHYI0 BefMYMHY abcopbuum pacTBOpa KOHTPOMBLHOrO OMbiTa BbIYWTAT M3 BeNMYMHBLI abcopbuuu
pacTBopa aHanusmpyemoi npobbl. Maccy HUKens B pacTBOpe aHanusmpyemoi npobbl onpeAenstoT no
rpagyvpoBOYHOMY rpagmnky.

3.2.2. TloCcTpoeHue rpagyvpoBOYHOro rpatluka

B ctakaH BmecTumocTbio 50—100 cm3 nomewatoT no 0,5 r cypbmbl Mapku Cy0000, npunuealroT no
5 cM3 CcONAHON KMCMOTbI M PacTBOPAIOT CYpbMy NPU HarpeBaHWu ¢ fo6aBfneHWeM MO Kanasm nepekucu
Bogopoga. Mocne pacTBopeHns cypbmbl fobasnstoT 0,2; 0,4; 0.6 n 0,8 cmM3cTaHLapTHOrO pacTBopa, 4TO
cootBetcTByeT 0,02; 0,04; 0.06; 0.08 Mr HuKens. 3aTeM MPUANBAIOT B KaXKAbIA CTakaH No 5 cM3 BUHHOI
KMCnoTbl. 5—10 cm3 BoAbl. PacTBOpbl KUNATAT, OXNaXAAt0T, NepeBOAAT B MEPHYIO KONOY BMECTUMOCTbIO
25 cM3 [0BOAAT BOAOK 40 METKM W NepemellnBatoT.

KoHueHTpayna HUKens B pacTBOpax CpaBHEHMsA COOTBETCTBEHHO paBHa 0.8; 1.6; 2,4: 3,2 mr/gm3.

PacTBOpbl CpaBHEHMWS PacMbINAT B NjaMsa B NOPALKe BO3pacTaHUA cofepxaHus HuKens. 3mepeHve
aHaMTUYeCcKOro curHata A gna Kaxgoro pacTsopa CpaBHEHWs WM pacTBopa Mpo6bl NPOBOAAT NO TpU pasa

1 BbIYWUCASAIOT COOTBETCTBY OLLME CpefHMNEe apudMeTMueckne 3HaueHus A =~ (A, A2 + A}) ans Kaxaoro

pactsopa. Mo cpefHUM 3HaueHusaM "Tigns pacTBOPOB CPaBHEHMWS CTPOAT rpafyvpoBOYHbIV rpaduk. Mo ocu
abCcuMCcec OTKNaAbIBAIOT KOHLEHTPaLMI0 HUKena B Mr/gm3, a no ocu opguHat —abcopbuuio.
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C.4TOCT 1367.6-83

33. O6pab6oTKka pe3ynbTaToB
3.3.1. Maccosyto gonto Hukens (X) B NpoLeHTax BbIYUCAAT NO hopmyne

Y ¢ Y 10
T 1000 KIQD e

rfe C — KOHUEHTpauus HWKens B pacTBope Npobbl, HaliieHHas NO rpagyMpoBOYHOMY rpadmky U no
CpefHeMy 3HayeHuto A, NONyYeHHOMY 418 pacTBopa npobbl, Mr/am5;
[—o6bem pacTBopa nNpobbl, cM’;

T —Macca HaBeCKW CypbMbl, T.
3.3.2. Pas3HOCTb [ABYX pe3ynbTaTOB Mapanfie/lbHbiX ONpefeneHUin n pasHOCTb [BYX Pe3ynbTaTos
aHanm3a npu foBepuTenbHON BeposTHOCTM P = 0.95 He go/mkHa MpeBbiWaTh abCOMNOTHOrO AONYCKAaeMOro

PacXoX/eHUs CXOAMMOCTU W BOCMPOWM3BOAUMOCTH, NPUBEAEHHbIX B Tabn. 2.

Tabnuua 2
AGconwoTHOe fonyckaemMoe pacxoxpaeHue. %
MaccoHas n<>na Hukens. %
CXOAMMOCTHN HOCllpou 1BOAnmMocTu
ot 0,005 n0 0.010 Bkniou. 0.002 0.003
cs. 0.010 . 0,020 * 0.003 0.004
* 0.020 » 0.050 * 0,005 0.006

(WU3meHeHHas pepakuus, Msm. No 1).
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