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M EXTOGCYAAPCTUBEHHGBbB W CTAHOAPT

HWKE/Ib. KOBA/IbT

MeTozbl onpeaeneHus cepebpa B HUKene

Nickel. Cobalt. Methods tor determination of stiver in nickel

[ata BBefeHns 2003—07—01

1 O6nacTb NpUMeHeHMs

HacToswuid cTaHAapT ycTaHaBNMBaeT aTOMHO-abcopOLMOHHbIE METOAbI onpefeneHus cepebpa npu
maccoBoit gate ot 0.00001 % go 0,0030 % B nepsuyHOM HuKene no FOCT 849.

2 HopmaTtuBHbIe CCbINKK

B HacToALlem cTaHAapTe MCMOoJb30BaHbl CCbIIKM Ha CnegytoLime CTaHAapTbl:

FOCT 849—97 Hukenb NepBUYHbIA. TEXHUYECKME YCNOBUA

FOCT 4461—77 KwucnoTa a3oTHas. TexHUYecKue ycnosus

FOCT 5457—75 AueTWeH PpacTBOPEHHbIV U ra3o006pasHblii TEXHUYECKNIA. TeXHUYeCKne ycnosus
FOCT 6836—80 Cepebpo u cepebpsHble cnnasbl. Mapku

FOCT 9722—97 [MopoLWoK HUKeNeBbIA. TEXHNYECKME YCOBUS

FOCT 10157—79 AproH rasoo6pasHblil 1 XXUAKWIA. TeXHUYEeCKMe yCnoBus

FOCT 11125—84 KucnoTa a3oTHas 0c060l YMCTOTbI. TEXHUYECKME YCNOBUSA

FOCT 13047.1—2002 Hukenb. KobanbT. O6uime TpeboBaHUS K MeTofam aHanmsa

3 O6ume TpeboBaHusa 1 TpeboBaHMs Ge30MacHOCTU

O6uwme TpeboBaHMsA K METOAaM aHanm3a U TpeboBaHMA 6e30MacHOCTM NPU BbIMOHEHUM PaboT —no
FOCT 13047.1.

4 ATOMHO-abCOPOUMOHHBI METOZ C 3N1eKTPOTEPMUYECKOA aToMU3aLmel
(ans maccoBbix goneit cepebpa ot 0,00001 % go 0,0010 %)

4.1 MeTtog aHa/im3a

MeTof OCHOBaH Ha M3MepeHUW MOr/OWeHNA Npu AAnHE BOMHbI 328,1 HM Pe30HAHCHOr0 M3MyYeHus
aTomamu cepebpa, 06pasyroLLUMIUCA B pesynbTaTe 31eKTPOTEPMUYECKOW aToMM3aL/mM pacTBopa Npoosbl.

4.2 CpeficTBa M3MepeHuid, BCNomMoraTe/lbHble YCTPOWCTBa, MaTepuasbl, PeakTyBbl, PaCcTBOPbI

ATOMHO-ab6CcOpPOLMOHHBIV CeKTPOhOoTOMETP, 06eCNeUNBaAIOLLMI NPOBELEHNE N3MEPEHNUIA C 31EKTPO-
TEPMUYECKON aTOMMU3aLmeli, KOPPEKLMIO HECENEKTHBHOMO MOT/OLWEHNS 1 aBTOMATM3POBaHHYIO nojady
pactsopa B aTOM13aTop.

Jlamna ¢ nofbiM KaToAOM ANs BO30YXAEHUS CNEKTpanbHON NMHUK cepebpa.

AproH rasoobpasHeiii no MOCT 10157.

dunnbTpbl 06€330nenmble No |1] wan gpyrue cpegHel NAOTHOCTU.

Kucnota asotHas no [OCT 4461, npu He0OGXOAMMOCTM OYULLEHHAs MEPEroHKoi, uaM no
FOCT 11125, pasbasneHHaa 1:1, 1.9 un 1:19.

W3paHve odmumansHoe
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Mopowok Hukenesblit no FOCT 9722 unn cTaHAapTHbIA 06pa3eH cocTaBa HUKENS C YCTaHOB/EHHON
MaccoBoii fonei cepebpa.

Cepebpo no MFOCT 6836.

PacTBOpbI cepebpa M3BECTHOIN KOHLEHTpaLuK.

PacTBop J1 maccoBoil KoHueHTpauumm cepebpa 0.0001 r/cm3 B cTakaH BMecTMMocTbio 100 cm3 mome-
LuatoT HaBecKy cepebpa Maccoii 0.1000 r, npunmBatoT 15—20 cM3a30THOW KUCNOTbI, pasbaBneHHoi 1:1,
pacTBOPSAKOT NpPW HarpeBaHWW, KUMATAT 2—3 MWUH, OXNaXAalT, NepeBOAAT PacTBOP B MeEPHYK Konby
BMecTMMOCTbi0 1000 cm3, npunnsatoT 50 cm3 a30THOM KWMCNOTbl, pa3baBneHHol 1:1, LONMBatOT A0 METKU
BOAOW M XPaHAT B 3aTEMHEHHOM MecCTe.

PacTtBop b mMaccoBoii KoHUeHTpaumu cepebpa 0.00001 r/cm3; B MepHyt0 Konby BMecTUmMocTbio 100 cm3
otouparoT 10 cm3 pacTBopa A 1 JONMBAOT 40 METKM a30THON KWUCNOTO, pasbaBneHHon 1:19.

PactBop B maccoBoii koHuUeHTpauuu cepebpa 0.000001 r/cm3 B MepHyH Konby BMECTUMOCTbIO
100 cm3 oT6MpatoT 10 cm3 pacTBopa b 1 fONMBAKOT JO METKM a30THOW KUCNOTON, pasbasneHHow 1:19.

PactBop ' maccoBoii KoOHLeHTpauuu cepebpa 0,0000002 r/cM3 B MepHYH Konby BMECTMMOCTbHO
100 cm3oT6upatoT 20 cm3 pacTBopa B v fonnBaloT 4O METKM a30THOWM KWUCNOTOW, pa3baBneHHow 1:19.

4.3 TloarotoBka K aHanumsy

431 [Ons rpagyvpoBOYHOro rpadmka | npy onpefeneHnn MaccoBbIX foneii cepebpa He 6onee
0,0001 % B cTakaHbl WM Konbbl BMecTMMOCTbi0 250 cm3 momellatoT HaBecku maccor 1.000 r npo6
HUKENeBoro MopoLUKa UaM CTaHAapTHOro obpasua cocTaBa HUKENS C YCTaHOB/IEHHOW MacCcoBOW Aonei
cepebpa He 6onee 0,00001 %. Umcno HaBeCOK [O/IKHO COOTBETCTBOBATb YMC/Y TOUEK rPagyvpoOBOYHOIO
rpagmka, BKIOYasA KOHTPO/IbHbIN OMbIT.

K npo6am npunmeatoT 15—20 cmM3 a30THOI KUCNOTbI, pa3baBneHHOl 1:1, pacTBOPSOT MpW Harpe-
BaHUWU. [pu MCNonb30BaHUM HWKENEBOro MOPOLUKa pPacTBOPbl (PUALTPYIOT vepe3 PuabTpbl (KpacHas
nnn 6enas neHTa), NpeABapuTeNbHO NPOMbITbie 2—3 pasa a30THON KWCNOTOW, pasbaBneHHON 1.9,
(hUNbTPbl MPOMbIBaOT 2—3 pasa BOAON. PacTBOpbl BbiNapusalT [0 o6bema 10—15 cm3, npuavsatoT
40—50 cm3 Bofbl, HarpeealT A0 KUMEHUS, OXNaXAAlT, NMepeBoasaT B MepHble KONObl BMECTUMOCTbLIO
100 cm3

B kon6bl otoupatot 0.5: 1,0; 2.0; 4.0; 5.0 cm3pacteopa I". B KoNby ¢ pacCTBOPOM KOHTPOJIbHOIO ONbITa
pacTBop cepebpa He BBOAAT, JONNBAKOT A0 METKW BOAOW W M3MepsatoT abcopbumio, Kak ykasaHo B 4.4.

Macca cepebpa B pacTBOpax Afisi rpafyvmpoBoyHOro rpaguka 1 coctawsser 0.0000001: 0.0000002;
0.0000004: 0.0000008; 0.0000010 .

4.3.2 [ns rpagyvpoBOYHOrO rpadmka 2 npu onpegeneHny MaccoBbix gonei cepedpa cabiwwe 0.0001 %
fo 0,0010 % B cTakaHbl WX KONGbI BMECTUMOCTbIO 250 cM3 momeluatoT HaBecknm maccoii 0.500 r npo6
HWKEeNeBOro MOpoLLKa WM CTaH4apTHOro obpasua cocTaBa HUKENs C YCTaHOB/IEHHOW MaccOBOW Aonei
cepebpa He 6onee 0,0001 %. Yncno HaBeCcOK LO/MKHO COOTBETCTBOBATb YUMC/Y TOYEK rpPafyMpoOBOYHOrO
rpagmka, BKIOYasA KOHTPO/IbHbIW OMbIT.

Mpo6bl pacTBOPAIOT, Kak yka3aHo B 4.3.1. B mepHble konbel otéumpatoT 0,5; 1,0; 2,0; 3.0; 4.0; 5.0 cm3
pactsopa B, B konby ¢ paCTBOPOM KOHTPO/LHOIO OMNbITa PacTBop cepedpa He BBOAAT, AO/MBAIOT O METKM
BOZIOM 1 M3MeEPSAOT abcopbuuio, Kak ykasaHo B 4.4.

Macca cepebpa B pacTBOpax Afisi rpafyvMpoBOYHOr0 rpagmka 2 coctasnseT 0.0000005: 0,0000010;
0,0000020; 0.0000030; 0,0000040; 0.0000050 r.

4.4 TposefeHve aHanM3a

B ctakaH unnM Konby BMecTMMOCTbiO 250 cM3 momellardT HaBeCcKy npobbl maccoi 1,000 r npu
onpefeneHnn MaccoBbIX foneit cepebpa He 6Gonee 0.0001 % wnu maccoii 0.500 r npu onpeaeneHnm
MaccoBbIX foneid cepedpa cebiwe 0.0001 % npunuBatoT 15—20 cM3a30THOW KMCNOThI, pa3baBneHHol 1.1,
pacTBOPSAIOT NpW HarpeBaHuu, BbINapuBaloT [0 06beMa 5—7 CM3, OXNXKAAK0T, NMEPEBOAAT B MEPHYIO KONby
BMecTMMOCTb0 100 cM3, 4ONMNBAOT 40 METKM BOAOIA.

M3mepsioT abcopbuumio pacteopa Npobbl 1 COOTBETCTBYHOLLMX PACTBOPOB A/ rPafyVpPOBKM MpU ANVHE
BOMHbI 328.1 HM, WMPUHe wWenu He 6onee 1,0 HM C KOppeKUMen HeceneKTUBHOIO MOr/IOWEHNS B TOKe
aproHa He MeHee [ByX pas, MocnefoBaTe/bHO BBOAA WX B aTOMM3aToOp. B 3aBMCMMOCTM OT TUMa CNeKTpo-
thoTomeTpa NoA6MpaloT oNTUManbHbIN 06bem pactBopa ot 0,005 go 0,050 cM3 unn onTUManbHOe Bpems
a3po30/1bHOro pacnbineHns ot 5 o 50 c. MpombiBatOT CUCTEMY BOAOI, MPOBEPSIOT HY/EBYH) TOUKY U
CTabunbHOCTb rpagyrpoBOYHOro rpadumka. [ns nNpoBepKn HyneBol TOYKU UCMOMb3YHOT PacTBOp COOTBET-
CTBYIOLLEr0 KOHTPO/IbHOIO OMbITa, MOArOTOBMEHHbIN, KaK yKa3aHo B 4.3.

Monbop onTMManbHbIX TEMNEPATYPHLIX PEXMMOB AN aTOMM3aTopa NPOBOASAT WHAMBUAYANbHO ANs
NPUMEHAEMOrO CNeKTPoGhoTOMeTpa No pacTBopam Ans rpajyvnpoBKu.

PekomeHayeMble yCnoBua paboTbl aToMM3aTopa ykasaHbl B Tabnuue 1
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Tabnunuya 1—Ycnosus paboTbl aToMu3aTopa

HaumeHoBaHue cTagumn Temuepasypa. 'C Bpewms, ¢
Cyuka 150-160 2-20
O3sonekue 400—600 10-20
ATomu3aums 1900-2300 4-5

Mo 3HauyeHnsm abcopbLym pacTBOPOB A4/ TPajyvpOBKM M COOTBETCTBYHIOLLMM MM Maccam cepebpa
CTPOAT rpafyvpoBOYHbIV Fpatnk.

Mo 3HayeHUt0 abcopbumm pacTBopa NPobbl HAXOAAT Maccy cepebpa Mo COOTBETCTBYHOLLEMY Fpafyw-
POBOYHOMY rpacdmKy.

45 O6paboTka pe3ynbTaToB aHaM3a

Maccosyto gonto cepebpa B npobe X, %. BblUMCAAIOT N0 Gopmye

X —-jj 100, (@)

roe Mx — macca cepebpa B pacTBope npobbl, T;
A/ —macca HaBeckun npobbl, T.
4.6 KOHTPONb TOYHOCTU aHanu3a
KOHTPO/b METPO/IOrMYECKNX XapaKTePUCTUK Pe3yibTaToB aHanmsa nposoaat no MFOCT 13047.1.
HopmaTvBbl KOHTPONA ¥ NOTpeLHOCTb METoAa aHanu3a npuseseHsl B Tabnuue 2.

TabnHua2 —HopmaTuBbl KOHTPOIA U MOTPeLIHOCTL METOAa aHam3a
B npoueHTax

fonyckaemble fAonyckaemble
Maccosas pons cepe6- pacxoxaeHnn pacxoxaeHn Aonyckaembie MwpewHocTs MeToAa
pa pe3ynbTaTtoB ABYX pe3ynbTaTtoB Tpex pacxoXxpaeHna AByx anannsa f

napannenbHbIX napannenbHbIX pe3ynbtaTte aHanuMsa D

onpefeneHnmn onpepenenun d,
0.000010 0,000005 0.000006 0,000010 0.000007
0.000030 0,000010 0.000012 0.000020 0.000014
0,00005 0.00002 0,00003 0.00004 0.00003
0.00010 0,00003 0.00004 0.00006 0,00004
0,00030 0.00005 0,00006 0,00010 0,00007
0,00050 0,00007 0,00008 0.00014 0,00010
0.00100 0,00012 0.00014 0,00024 0,00017
0,00200 0,00020 0,00024 0,00040 0,00028
0.0030 0.0003 0.0004 0.0006 0,0004

5 ATOMHO0-a6COpPOLIMOHHbIA METOA C NAaMeHHO aToMu3almeit
(ans maccoBbIx gonei cepebpa ot 0,0002 % o 0,0030 %)

5.1 MerTog aHanun3a

MeTog OCHOBaH Ha M3MepeHUK MOroLWweHns Npy aanHe BOHbI 328,1 HM Pe30HAHCHOMO W3/y4eHus
aTtomamuy cepebpa, obpasyroWwuMmca B pesynbTaTe aToMU3aHUM Mpu BBEAEHWWU pacTBopa Npobbl B nnams
aLeTuneH-Bo3ayX.

5.2 CpepcTsa M3MepeHuin, BCroMOrare/bHble YCTPOMCTBa, MaTepuabl, PeakTuBbl, PacTBOPbI

ATOMHO-ab6CcopOLMOHHLINA cneKTpodoToMeTp, 06ecrneunBatoLuii NPpoBeAeHNe U3MEPEHNI B N1aMeHM
aLeTuneH-Bo3ayx.

Namna ¢ nonbiM KaTtofoMm Anis BO30YXeHUS CMeKTpanbHONW NMHUKM cepebpa.

AueTnneH rasoobpasHblii no FOCT 5457.

dunbTpbl 06€330M1eHMbIE N0 |1] nn apyrue cpefHeldi NNOTHOCTY.

Kucnota asotHas no [OCT 4461, npu HeobXoAMMOCTVM OYULLEHHAs MEPeroHKoi, uaM no
FOCT 11125, pasbaBneHHas 1.1, 1.9 un 1:19.

Mopowok Hukenesblii Mo FOCT 9722 nnn cTaH4apTHbI 06paseH coCcTaBa HUKENS C YCTaHOB/IEHHOA
MaccoBoi1 foneit cepebpa He 6onee 0.0002 %.
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Cepebpo no MOCT 6836.

PacTBOpbl cepebpa M3BECTHOW KOHLEHTpaLuu.

PacTBop J1 MaccoBoii KoHLUeHTpauumm cepebpa 0.0001 r/cmM3 roToBAT, Kak yKasaHo B 4.2.

PactBop B MaccoBoii koHLeHTpaymu cepebpa 0,00001 r/cM3 roToBAT, Kak ykasaHo B 4.2.

5.3 MoarotoBka K aHanusy

[na rpagyvpoBOYHOro rpauka B CTakaHbl UK Konbbl BMECTUMOCTbIO 250 CM3 NOMELLAlT HaBeCcKu
maccoi 3.000 r npo6 HUKeNeBOro NOPOLLKa UK CTaHAAPTHOIo 06pasLia cocTaBa HUKeNA C YCTaHOB/IEHHOW
MaccoBO fjoNnein cepebpa. Yncno HaBeCOK AO/MKHO COOTBETCTBOBATL YMC/Y TOYEK rpagyMpOBOYHOIO rpa-
(hu1Ka, BKIKOYas KOHTPONbHbLIA OMbIT.

K npobam npunusatoT 25—30 cM’ a30THOI KWCNOTbI, pa3baBneHHon 1:1, pacTBOPSAIOT Npy Harpesa-
HUW. TpK NCNOMb30BAHNM HUKENEBOMO MOPOLLIKA PacTBOPbI (PUALTPYIOT vepe3 uabTpbl (KpacHas unu 6enas
NeHTa), NpeABapUTE/bHO NMPOMbITble 2—3 pasa a30THOW KWUCNOTON, pa3baBneHHol 1:9. (mabTPbl NPOMbIBAIOT
2—3 pasa rops4ein Bofgoil. PacTBopbl BbiMapuBardT go o6bema 10—15 cm3 npunmeatoTr 40—50 cm' BOApbl,
HarpesatoT [0 KUNEHWA, OXNAXAAI0T, NMEPEBOAAT B MEPHble KONObl BMeCTUMOCTbLIO 100 cM3

B kon6bl otompatoT 0,5; 1,0; 2,0; 4.0: 6,0; 8,0; 10,0 cm3pacTBopa b. B KOnby C pacTBOPOM KOHTPO/Ib-
HOrO OMbITa PacTBOp cepebpa He BBOAAT, JONMBAKOT L0 METKM BOLON 1 M3MepatoT abcopbLmio, Kak yKasaHo
B 5.4.

Macca cepebpa B pactBopax Ans rpagyvmpoBku coctasnset 0.000005; 0.000010; 0.000020; 0,000040;
0.000060; 0.000080; 0,000100 r.

5.4 TlposefeHve aHanmsa

BcTakaH nnv konby BMeCTUMOCTbIO 250 cM3noMeLLatoT HaBecKy npobbl maccoi 3.000 r. npuavsatoT
25—30 cm3 a30THON KWCNOThbI, pa3baBneHHol 1:1. pacTBOPAIOT MpW HarpeBaHWW, KUNATAT 2—3 MWH,
BbiNapmBatoT 4o o6bema 15—20 cml npunmsatoT Bogy A0 50-60 cM3, 0xnaxaaroT, NepeBoAAaT pacTBop B
MEepHYH0 Konby BMecTMOCTbo 100 cM3, ONMBAKOT A0 METKM BOLOIA.

M3mepstoT abcopbumio pactsopa Npobbl ¥ pacTBOPOB A1 PajyvpoBKY NpuU ANMHe BOHbI 328.1 HM,
LMpWHe Wwenn He 6oniee 1,0 UM He MeHee ABYX pas3, NOCNeAOBaTE/IbHO BBOAS WX B Miams, MPOMbIBAIOT
CuUCTeMY BOZOI, MPOBEPSIOT HYNMEBYH TOUKY M CTabUIbHOCTbL FPajyMpoBOYHOrO rpaduka. Ana npoBepku
HY/NeBOV TOYKM UCMOMb3YHOT PACTBOP KOHTPO/IbHOIO OMbITa, NOArOTOB/IEHHDBIN, KakK ykasaHo B 5.3.

Mo 3HayeHMsAM abcopbumy pPacTBOPOB A4S FPagyMpPOBKM M COOTBETCTBYIOLMM MM MaccaMm cepebpa
CTPOSAT rpaflyMpoBOYHbIN rpadivK.

Ho 3HauveHuto abcopbumm pacTBopa nNpobbl HAaXoA4AT Maccy cepebpa no rpagyvMpoBOYHOMY rpaduKy.

5.5 O6paboTka pe3ynbTaToB aHanm3a

Maccosyto fonto cepebpa B npobe X, %, BbIYUCAAOT N0 hopmyne

*

=~ 100, (2)
roe Mx —macca cepebpa B pacTtBope npobbl, T;

JI/ —macca HaBecku npoosl, T.

5.6 KOHTpOnb TOYHOCTM aHall3a

KOHTpONb MeTpO/IOrMyecKnx XapakTepucTuK pesy/nbTaTtoB aHasu3a nposogat no MOCT 13047.1.
HopmaTvBbl KOHTPONA M NOTpeLHOCTb MeTofa aHanm3a npuBeseHsl B Tabnuue 2.

MPUNOXEHWE A
(cnpaBoyHoe)

Bubnuorpadgus

1) TY 6-09-1678—95* ®unbTpbl 06€340MeHHbIE (KpacHas. 6enas. CUHAS NEHTbI)

* [DelicTByeT Ha Tepputopumn Poccuiickoii depepauun.



FOCT 13047.24-2002

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

KnioyeBble CioBa: HUKeNb, Cepebpo, XMMNYeCKnii aHanm3, CpeacTea M3MepeHuii, pacTBop, peakTus, Npoba,
MaccoBast 40N, TPajyvpOBOYHbIA rpadmK, pesynbTaT aHanm3a, MorpeLHocTb, HOPMAaTMBLI KOHTPOS



Pcnaktop 1.. Haxumosa
TexHuyeckuit pegaktop H.H. Mpycakosa
KoppekTop /1/.4. Kyumax
KomnbloTepHas ncpctka A H. 3aiwTapeeou

Wwm. nuy. St 02354 ot 14.07.2000. CnaHo B Ha6op 1.11.2002. MognucaHo B neyatb 22.1 1.2002. Ycn.ney.n. 0.93. Yuy.-u m.n. 0.65.
Tupa* 24?7 akt. C 8608. 3ak. 1047.
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