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M E X T OGCUY A APCTUBEHH b W CTAHOAPT

HNKE/Tb. KOBANbLT
MeTogpl onpeaeneHns cBUHLA

Nickel. Cobalt.
Methods lor determination of lead

[Hara BeefleHnH 2003—07—01

1 O6nacTb NpUMeHeHUs

HacToswwuin cTaHAapT ycTaHaB/MBaeT aTOMHO-abCcopOLMOHHbIE METOAbI OMpeAeneHns CBUHLA Mpu
maccoBoii gone ot 0,0001 % go 0.010 % B nepeuyHOM Hukene no FOCT 849. HMKeNeBOM MOPOLLKE MO
FOCT 9722 v kobanbTe no MOCT 123,

2 HopmaTuBHble CCbINKK

B HacToALem cTaHAapTe UCMO/b30BaHbl CChbIIKN Ha Cnegylolime CTaHAapThl:
FOCT 123—98 Kob6aubT. TexHUYeCKMe YCnoBus

FOCT 849—97 Hukenb NepBuYHbIA. TexXHNUYECKUe yCnoBms

FOCT 3778—98 CsuHel,. TexHnYecKue ycnosus

FOCT 4236—77 CsuHey, (1) a30THOKMCAbIA. TeXHUYECKME YC0BuMS

FOCT 4461—77 Kwucnota a3oTHasd. TeXHUYECKMe yCnosus

FOCT 5457—75 AUeTWIeH pacTBOPEHHbIV 1 ra3006pasHblii TEXHUYECKUIA. TEXHUYECKIE YCI0BMA
FOCT 9722—97 T10opoLwWOK HUKeneBbliA. TeXHUYECKMe YCnoBus

FOCT 10157—79 AproH rasoo6pasHblii 1 XXUAKNIA. TeXHUYeCKMe YCIoBUS

FOCT 1112584 KwucnoTa a3oTHasi 0co60i YUCTOTbI. TEXHUYECKMNE YCNOBUA
FOCT 13047.1—2002 Hukenb. KobanbT. Oblme TpeboBaHUA K MeTOLaM aHanmsa
FOCT 22861—93 CBuHeL, BbICOKOW YNCTOTbI. TEXHUYECKUE YCNOBUS

3 O6wwe TpeboBaHWA 1 TpeboBaHMS 6€30MacCHOCTM

O6Lme Tpe6oBaHUs K MeTodax! aHann3a v TpeGoBaHWs 6e30MacHOCTY MPU BbIMOHEHUM PaBoT —no
FOCT 13047.1.

4 ATOMHO-abCOPOUMOHHbI METOA C 3NeKTPOTEPMUYECKO aToMM3aLMeit

4.1 MeTtog aHanmsa
MeTog OCHOBaH Ha M3MEpPEHUM MOr/OWeHNa Npy ANNHE BONMHbI 283.3 HM PE30HAHCHOr0 M3/y4YeHus

aToMamu CBMHLA, 06pa3yoLMMICA B pesynbTaTe 3eKTPOTEPMUYECKO aToMu3auum pacTBopa npoobl.
4.2 CpepcTsa M3MepeHuid, BCMOMOraTe/lbHble YCTPONCTBA, MaTepuabl, peakTuBbl, PacTBOpbI
ATOMHO0-a6Ccop6LUMOHHbIN cnekTpohoToOMeTp, 06ecneynBatoLLMil NPoBeLeHE U3MEPEHNIA C 3EKTPO-
TepMUYeCKO aToMU3aLell. KOPPEKLMIO HECENEKTUBHOMO MOT/IOLLEHMS 1 aBTOMATM3MPOBaHHYI nogaqvy
pacTBopa B aTOMM3aTop.
Jlamna ¢ nonbiM KaToAoM A1 BO3BYXAEHNS CMEeKTPanbHOW IMHUN CBUHLA.
AproH rasoobpasHbiii no FTOCT 10157.
®unbTpbl 06€380MeHHbIE N0 111 UK apyrve cpegHeid NIOTHOCTM.

Wjinhhe ouumansHoe
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Kucnota asotHas no TOCT 4461. npy HeO6XOAMMOCTU OYMLLEHHass MNEepPeroHKon, wam no
FOCT 11125, pas6aBneHHas 1:1. 1:9 n 1:19.

CsuHey no NOCT 3778 vnn no FOCT 22861.

CsuHel, a3oTHOKuCAbIA no MTOCT 4236.

Mopowok Hukenesblii No 1'OCT 9722 vau cTaHAAPTHLIN 06pa3sel, cocTaBa HNKENS C YCTaHOB/IEHHON
MaccoBOW fonei cBMHUa He 6onee 0,0001 %.

Ko6ansbT no MOCT 123 wnm cTaHAapTHbIA 0bpasel, cocTaBa KobanbTa C YCTaHOBNEHHOW MaccOBOM
[oneii cBMHLUa He 6onee 0,0001 %.

PacTBOpbI CBMHLIA U3BECTHOW KOHLIEHTPALMN.

PactBop A MaccoBoii KoOHUeHTpauun cBuHua 0,001 r/cM3 M3 CBMHLA: HaBeCKY CBMHLA Maccoi
0,5000 r nomeLarOT B CTakaH BMecTumocTbio 250 cm3, npunmnsatoT 30—40 cM3a30THOW KUCNOThI, pa3bas-
NeHHOW 1:1, paCTBOPAIOT NPW HarpeBaHUW, KUNATAT 2—3 MUH, OXNI&XAAt0T, PacTBOP NEPEBOAAT B MEPHYHO
Konby BmecTuMocTbio 500 cm3 npunmeatoT 30—40 cM' a30THOW KUCNOTbI, pa3basBneHHoi 1:1, gonmeatoT
[0 MeTK/ BOJOIA.

PacTBOp A MaccoBoii KoHLUeHTpauun ceuHua 0,001 r/cM3 M3 a30THOKMCNOrO CBMHLIA: HAaBECKY a30T-
HOKMCNOro cBMHLAa Maccoin 1,5980 r momeLlatoT B CTakaH BMeCTMMOCTbO 250 cm3, npunneatoT 40—50 cm'
BOAbl 1 5 CM3 a30THOI KWUCNOTbI, pa3basieHHON 1:1. pacTBOPSAIOT MPU HarpeBaHUW, KUMNATAT 2—3 MUH,
OXNaXAatoT, pacTBOP NEpeBOAST B MEPHYH Konby BMecTumocTbio 500 cM3 npunmeatoT 40—50 cM3a30THOI
KMCNOTbI, pas3basneHHoi 1:1, fONMBAOT 4O METKU BOAOMN.

PactBop B maccoBoi KOHUeHTpauun ceuHua 0,0001 r/cm3 B MepHYt0 Konby BMeCTUMOCTbi0 100 cm’
oT6mpatoT 10 cM3 pacTBopa A 1 [ONMBAKOT A0 METKM a30THOW KMCNOTOi, pasbasneHHol 1:19.

PacTBop B MaccoBoii koHLeHTpauum cBuHua 0.00001 r/cm3: B MepHyto Konby BMecTMOCTbO 100 cm3
oTbupatoT 10 cm3 pacTBopa b 1 4ONMBAIOT 40 METKM a30THOM KWCAOTON, pasbaBneHHon 1:19.

PactBop I' maccoBoii KoHUeHTpauum cBuHua 0.000001 r/cmM3 B MepHyH Konby BMECTUMOCTbHO
100 cm3oT6MpatoT 10 cm3 pacTBopa B v fonnBalOT O METKM a30THOW KMCNOTOW, pa3basneHHon 1:19.

4.3 TloaroToBKa K aHanusy

431 [Ona rpafyvpoBOYHOrO rpaduka 1 npu onpegeneHUn MaccoBbiX AOSiel CBMHLA He 6onee
0.0010 % B cTakaHbl MM KOM6bl BMeCTMMOCTbIO 250 cm3 momelladT HaBecku maccoii 1.000 r npo6
HWKENEBOro NOpoLLlKa Wi KobasibTa WM CTaH4ApTHOro obpasuia cocTtaBa HUKENa wanM KobanbTa ¢ ycTa-
HOB/NIEHHOW MaccoBOW [oneli CBMHLA. YUMCNO HaBECOK LO/MKHO COOTBETCTBOBATb YMCNY TOYEK rpafympo-
BOYHOrO rpadka, BKIK4Yas KOHTPO/bHbIN OMbiT.

HaBeckn pacTBOpsAlOT Mpu HarpeBaHuu 15—20 cM3 a30THOW K33C/oThl. pasbaBneHHoin 1:1. Mpu
MCNO/b30BaHWUUN HNKENEBOTO MOPOLLKa pacTBOPbI (PUALTPYIOT Yepe3 punbTpbl (KpacHas unmn 6enas neHTa),
npejBapuTeNbHO NPOMbITble 2—3 pa3a a30THOM KWCNOTON, pasbaBneHHoN 1:9. puAbTPbI NPOMbIBAIOT
2—3 pasa ropsueil Bogoi. PacTBopbl BbinapmBatoT o obbema 10—15 cm3, npunveaoT 40—50 cm3 BOAbI,
HarpesatoT 0 KUMEHNS, OX/TKAAIOT, NEPeBOAAT B MepHble KON6bl BMeCTUMOCTbIO 100 cM3.

B kon6bl ot633patot 1,0; 2,0; 4.0; 6,0: 8,0; 10.0 cm' pactBopa I', B k0nby € paCTBOPOM KOHTPONLHOIO
onbITa PacTBOP CBMHL,A He BBOAAT, ONMBAIOT 40 METKV BOAOA M M3MepAIOT abcopbLmio, Kak ykasaHo B 4.4.

Macca cBuHLUa B pacTBopax A rpafyvposku coctasnset 0.000001; 0,000002; 0,000004; 0,000006;
0,000008; 0.000010 .

4.3.2 [1nd rpagyvpoBOYHOro rpadmka 2 npu onpejeneHny MaccoBbix Jonei cBuMHLUa cBbiwe 0,0010 %
B MepHble K0M6bl BMecTUMOCTbO 100 cm' oTbmpatoT no 10 cm3pacTBopa KOHTPO/IbHOTO OMbITa, MOAFOTOB-
NEeHHOTO, Kak ykasaHo B 4.3.1. BBogat 1.0; 2.0; 4,0; 6.0; 8.0; 10,0 cm3 pactBopa I, B 0gHy U3 Konb c
pacTBOPOM KOHTPOJIbHOIO OMbiTa PacTBOP CBUHLA HE BBOAAT, AO/MBAIOT [0 METKM a30THOW KWUCMOTOM,
pas6asneHHol 1:19, 1 n3MepsloT abcopbLmio, Kak yKasaHo B 4.4.

Macca cBuHLa B pacTBopax A/1f rpagympoBKu yKasaHa B 4.3.1.

4.4 TlpoBefeHue aHannsa

BcTakaH unu Konby BMecTMMOCTbIO 250 cM3MnoMeLLatoT HaBecKy npobbl maccoii 1.000 r, mpununsaoT
15—20 cm3a30THOI KMCNOThI, pasbasneHHoW 1:1, pacTBOPSAOT MPU HarpeBaHUW, BbINapuBaloT A0 06bema
5—7 cm3, nNepeBoAAT B MepHYO KONGY BMECTUMOCTbIO 100 cM3, OXNaXAatoT 1 [ONMBAOT 40 METKW BOLOIA.

Mpn maccoBoii fone cenHua cebiwe 0,0010 % B MepHyto konby BMectumocTbio 100 cm' oT6mpatoT
aIMKBOTHYIO YacTb pacTBopa 06bemom 10cM3, 4ONMBAIOT A0 METKM a30THOI KUCOTON, pa3baBneHHo 1:19.

M3mepstoT abcopbLmio pacTBopa nNpobbl M COOTBETCTBYIOLLMX PACTBOPOB A4/19 rpajyvpoBKX Npu LNHE
BOMHbI 283.3 HM, WKpUHe wWenu He 6onee 1,0 HM C KOppeKUueiln HeceneKTUBHOIO MOT/IOWEHNS B TOKe
aproHa He MeHee [ByX pa3. Moc/iefioBaTe/lbHO BBOAA MX B aTtOMU3aTop. B 3aBUCUMOCTW OT TuMa CnekTpo-
(hoToMeTpa noAbupatoT oNTUMasbHbIA 06beM pacTBopa oT 0,010 go 0.050 cM3 unmn onNTUManbHOE Bpems
a3p030/1IbHOT0 pacnblineHns oT 5 go 50 c. MpoMbIBalOT CUCTEMY BOZLOW, NPOBEPSIOT HYNEBYHO TOUKY W
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CTabuIbHOCTb FPaAyMPOBOYHOTO rpaduka. [1 npoBepKy Hy/neBolt TOUKM UCMONb3YHOT pacTBOP COOTBET-
CTBYIOLLEFO KOHTPO/ILHOTO OMbITa, MOArOTOB/EHHbIN, KaK YKa3aHo B 4.3.

Mof6op oNTUMabHLIX TEMMEPATYPHbIX PEXMMOB A/ aTOMKU3aTopa MPOBOAAT UHAMBUAYANbHO As
MPUMEHSIEMOr0 CNEeKTPO(OTOMETPA MO PacTBOpaM A/isl TPadyVipoOBKU.

PeKoMeHyeMble YCMOBMS PaboTbl aTOMM3aTOpa YKasaHbl B Tabnuue |.

Ta6nuuya 1— Ycnosus paboTbl aramm3aropa

HaumeHoBaHue cTagum TemnepaTypa, 'C Bpewms, ¢
Cyuika 150-200 2-15
OroneHve 600-800 10-20
ATOMU3aUMA 1800-2100 4-5

Mo 3HaueHWsM abcopbLMM PacTBOPOB A5 TPafyVpPOBKM WM COOTBETCTBYHOLLMM MM Maccam CBUHLA
CTPOAT rpagyMpoBOYHbIE FpaginmKm.

Mo 3Ha4eHuto abcopbumm pacTBopa NPobbl HAXOAAT MacCy CBMHLA MO COOTBETCTBYIOLLEMY Fpafyw-
POBOYHOMY rpagmKy.

4.5 O6paboTKa pe3ynbTaToB aHaM3a

MaccoByto Jonto CBMHLA B nNpo6e X, %. BblUMCAAIOT MO (opmyne

M, K ! (1)
X T 100
rge A/, —macca CBMHLA B pacTBope Mpo6sl, T;
K —Kko3athuumneHT pasdasneHns pacteopa npobsl;
N/ —wmacca HaBeckn npoobsbl, T.
4.6 KOHTpO/b TOYHOCTU aHanu3a
KOHTpO/Nb METPO/IOrMyecKnX XapakTepuUCTUK pesynbTaTtoB aHasm3a nposogat no FOCT 13047.1.
HopmaTrBbl KOHTPONS M NOrpeLHoOCTb MeToAa aHannsa npueefeHbl B Tabnuue 2.

Tabn nHa 2— HopmaTyBbl KOLIPO/S W NOrpeLHOCTb MeToAa aHanmsa
B npoueHTax

[lonyckaemble Jonyckaemble
Maccosan gons PacxoXAeHUs pesynbTaToM pacxoXjeHuns pesynbLTaToB Honyckaembie MorpewHocTb
cnuHna ABYX NapxTacnbMmx TPEX napannenbHbix PACXOKACHNA ABYX MeToja akanna A
. o pesynbTaToB akanuu S

onpegeneHni onpepenexHunii ds
0.00010 0.00003 0,00004 0.00006 0,00004
0.00030 0.00003 0.00006 0.00010 0.00007
0.00050 0.00007 0,00008 0,00014 0,00010
0.00100 0.00010 0.00012 0.00020 0.00015
0.0030 0.0004 0,0005 0,0007 0,0005
0.0050 0.0006 0,0007 0.0012 0,0008
0,0100 0.0010 0.0012 0.0020 0.0015

5 ATOMHO-a6CcOp6UMOHHBI METOJ, C NIaMeHHOR aTomu3aluei
(ans maccoBbix goneid cBuHUa ot 0,002 % go 0,010 %)

5.1 MeTop aHanm3a

MeTog, OCHOBaH Ha M3MepeHUW MOrNOWeHNa Npy AAnHe BOMHbI 283,3 HM Pe30HAHCHOMO M3/yYeHns
aToMamMu CBMHLA, 06pasylownuMmncs B pesynbTare aTomusauum nNpu BBeAeHUM pacTsopa Npobbl B niams
aLeTuNeH-BO3yX.

5.2 CpefcTBa M3MepeHWiA, BCnomoraTe/ibHble YCTPOCTBa, MaTepuasbl, PeakTviBbl, PacTBOPbI

ATOMHO0-a6CcOopOLMOHHbIN CNeKTPothoTOMETp, 06ecrneymnBatoLLMin NPOBEAEHVE U3MEPEHWIA B NaMeHN
aueTuneH-Bo3ayx.

JNlamna ¢ nonbIM KaTogoM Ans BO30YXAEHWS CMEeKTPaslbHON NMHWUKN CBUHLA.

AUeTUNeH raszoobpasHblii no FOC T 5457.



FOCT 13047.13-2002

dunbTpbl 06€340MeHHbIE MO j 11 nan gpyrue cpegHein NAOTHOCTK.

Kncnota asotHaa no [OCT 4461. npu Heo6X0AMMOCTM OUMLLEHHAS MEPeroHKoW, wam Mo
FOCT 11125, pas6aBneHHasa 1:1, 1.9, 1:19.

MopoLwok Hukenesblil no FOCT 9722 wnun cTaHAapTHbIA 06paseL, cocTaBa HUKeNs € YCTaHOB/EHHOW
MaccoBoii fjonein cBMHLa He 6onee 0,002 %.

Ko6anbT no MOCT 123 unn cTaHAapTHbIA 0bpasel, cocTaBa kobasbTa C YCTaHOB/EHHOW MaccoBOi
foneli ceuHUa He 6onee 0.002 %.

CsuHey no MNOCT 3778 unn TOCT 22861.

CsuHeL, a3oTHOKMCAbIA no FOCT 4236.

PacTBOpbI CBMHL,A N3BECTHON KOHLEHTpALMN.

PacTBop J1 MaccoBoil koHUeHTpaummn cBuHUa 0,001 r/cmM 3 roTOBAT, Kak ykasaHo B 4.2.

PactBop B maccoBoW KoHUeHTpauum ceuHua 0,0001 r/cM3 roToBaT, Kak yKasaHo B 4.2.

5.3 lMogrotoBka K aHanu3y

[nsa rpagynpoBoYHOro rpatmka B cTakaHbl Uav Konibbl BMECTUMOCTbIO 250 cM! nomeLLaloT HaBecKu
maccoi 3.000 r Npo6 HYKeNeBOro NOpoLLKa MU KobanbTa UK CTaHAapTHOro 06pasLia cocTaBa HUKeNs um
KobasbTa C YCTaHOB/IEHHON MaccoBOW Aoneii cBMHLA. UnMCno HaBeCOK AO/HKHO COOTBETCTBOBATb YMCY
TOYeK rpagyvpoBOYHOro rpaduka, BKIoYas KOHTPObHbIA OMbIT.

K npo6am npunusaroT 25—30 cM3 a30THOI KUCNOThI, pa3baBneHHo 1:1, pacTBOPSHOT NpW Harpesa-
HUW. TIpy MCNoMb30BaHUM HUKENEeBOro NOpoOLUKa pacTBOPbl QUALTPYHOT uvepe3 (uabTpbl (KpacHas wunv
6enas nenTa), NpeABapuTe/IbHO NPOMbITbIE 2—3 pa3a a30THOW KMCNO0TON, pa3baBneHHON 1:9. hmunbTpbl
npombIBalOT 2—3 pasa ropsueil Bofoi. PacTBopbl BbiNapuBaloT 0 06bema 10—15 cm3, mpuauBaloT
40—50 cmM3 BOfbl, HarpeBalOT A0 KUMEHUS, OXNaxzjalo!, MepeBOAAT B MepHble KO0MObl BMECTUMOCTbIO
100 cm3

B kon6bl otéupatot 0,5; 1.0; 2.0; 3,0; 4,0 cm' pacTBopa b. B K0NGY C KOHTPO/IbHLIM OMbITOM PacTBop
CBMHLA He BBOAAT, AO/IMBAIOT A0 METKW BOLON M M3MepsioT abcopbumio, Kak ykasaHo B 5.4.

Macca cBMHLA B pacTBopax A8 rpagyumposku coctasnset 0.00005; 0,00010; 0.00020; 0.00030;
0,00040 .

5.4 TpoBefeHne aHannsa

BcTakaH unm Konby BMecTMMOCTbIO 250 cmM3 NomeLLaloT HaBecKy Npo6bl Maccoid 3,000 r, npuavBaroT
25—30 cm3 a30THOM KucnoTbl, pa3baBneHHol 1.1, pacTBOPANT MPU HAarpeBaHUW, KUMATAT 2—3 MUH,
BbiNapuBatoT go obbema 15—20 cm3 npunusatoT Bogy A0 50—60 cm3, oxnaxaaloT, NepeBoAsdT pacTBop B
MepHyt0 Konby BMecTuMocTbio 100 cM', fONMBAKOT 0 METKM BOOIA.

V3mepsitoT abcopbumio pacTBopa Npobbl U COOTBETCTBYIOLLMX PAaCTBOPOB A4/1S FPajyvipoBKM Npu LMHE
BOMHbI 283.3 HM, LUMpUHE LWenun He 6onee 1.0 HM He MeHee ABYX pas3, NOCNeoBaTe/lbHO BBOAS UX B Nnams,
NPOMbIBAlOT CUCTEMY BOAOI, MPOBEPSAIOT MY/EBYH TOUKY U CTabUNbHOCTL FPagyMpoOBOYHOIO rpaguka.
[na npoBepky HyNeBON TOYKU WMCMONL3YKOT PacTBOP KOHTPONIbHOTO OMbiTa, MOAFOTOB/EHHbIN, Kak
yKasaHo B 5.3.

Mo 3HaueHWsM abcopbuuy pacTBOPOB A/1 TPafyVpOBKM M COOTBETCTBYHOLLMM UM MaccaM CBMHMA
CTPOAT rpagyMpoBOYHbIiA rpaduk.

Mo 3HaueHuto abcopbumm pacTBopa NPO6bl HAXOAAT MAccy CBMHLLA NO COOTBETCTBYHOLLEMY rpagyw-
pOBOYHOMY rpadinky.

5.5 O6paboTka pe3ynbTaToB anasiH3a

MaccoByto fjonto cBMHLA B Npobe X, %. BbIYUCAAOT MO hopmye

X = 100, )

rge Alp—macca CBMHLA B pacTBOpe npobsl, T;
M — macca HaBecku npobbl, T.
5.6 KOHTpO/b TOYHOCTM aHanm3a
KOHTpO/Ib METPONOrNYECKNX XapaKTEPUCTUK pe3ynbTaToB aHanunsa nposogdar no MOCT 13047.1.
HopmatvBbl KOHTPONA M MOrPeLIHOCTb METO/A aHanu3a npvsedeHsl B Tabnuue 2.
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MPUNOXEHWE A
(cnpaBoyHoe)

Bubnuorpagus

I'] TY 6-09-1678—954 ®dunbTpbl 06e330/1eHHbIe (6enas, KpacHas, CUHAS NeHTbI)

* [leiicTBYeT Ha TeppuTopumn Poccuiickoii ®epepaLnn.
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YK 669.24/.25:543.06:006.354 MKC 77.120.40 B59 OKCTY 1732

KrtoueBble CoBa: HUKeSb, K06GasbT, CBUHEL, XMMUYECKII aHaNun3, CPeACTBa 3MEPEHNiA, pacTBop, peak-
TnB, npo6a, MaccoBas 0N, FpafyvpOBOYHbIA FpaduK, pe3ynbTaT aHannW3a, MorpewHocTb, HOPMAaTUBbI
KOHTpONS

PepakTtop /1., Haxumosa
TexHunuyeckunin pegaktop J1.A. ycesa
KoppekTtop E.A. .l'ynkuesa
KomnbloTepHan BepcTka W.J1. 1/a.reiiknkobl

MognucaHo B neyatb 1.03.2006. ®opmat 60 x M /». bBymara othceTHas [apHuTypa Taimc.
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