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MEXTOGCYJIAPC CTHBEHH B I CTAHAAPT

HUKEJb. KOBAJIBT
MeToabl onpeaeJenust KaaMus

Nickel. Cobalt.
Methods for determination of cadmium

JlaTa BBegenus 2002—07—01

1 O6aacTh, npuMeHeHus

Hacrostmii ctaHzapT ycTaHaBlMBaeT aTOMHO-a0COPOLMOHHBIC METOAb! ONPEASNEHHMA KaIMMA IIPU
maccogoii noae ot 0,00001 % mo 0,0030 % B nepBuuHoM Hukene no 'OCT 849, HukeneBoM MOPOLIKE MO
I'OCT 9722 u xobanste no F'OCT 123.

2 HopMaTuBHbIE CCHIIKH

B HacTosIieM cTaHAapTe MCIIONb30BaHbL CChLIKH Ha CIIEAYIONINE CTAaHJAPThI:
T'OCT 123—98 KobanbT. TexHuueckue ycaoBus

I'OCT 849—97 Huxenb nepBuyHblif. TeXHUYECKUE YCIOBHUA

I'OCT 1467—93 Kanmuii. TexHuueckue ycnoBus

I'OCT 4461—77 Kucnota asoTHas. TexHu4eckue ycnoBus

T'OCT 5457—75 AuetuneH pacTBOpeHHbIH ¥ ra3oo6pasHblii TexHuyeckuii. TexHuueckue ycnosus
T'OCT 9722—97 Ilopouiok HuxeeBblil. TexHUUeCKUe yCI1oBHs

I'OCT 10157—79 Aprou razoobpasusiii u xuaxuii. TexHuyeckue ycaoBus

I'OCT 11125—84 Kucnota a3oTHast 0co00H yiCTOThH. TeXHUYECKUE YCI0BHs
I'OCT 13047.1—2002 Hukenb. Kobanst. O61ue TpeboBaHms K METOAAM aHAIU3a
T'OCT 22860—93 KaamMuii BbICOKOH 4MCTOThI. TEXHHYECKUE YCITOBHSA

3 O0mue TpeGoBaHNsA U TPeGOBaHUSA G€30MACHOCTH

O6uye TpeboBaHUs K METOJaM aHanu3a M TpeOOoBaHMsl HE30MacHOCTH IPU BLITOJIHEHUH paboT — 110
I'OCT 13047.1.

4 ATOMHO-20COPOLIMOHHBII METO/1 € YJIEKTPOTEPMUYECKOI aTOMU3aLM eil

4.1 MeToa anajansa

MeTton OCHOBaH Ha M3MEPEHMH IOIVIOLIECHUS TP JUlMHE BOJHbL 228,8 HM PE30HAHCHOIO M3Jy4YCHMS
aTOMaMH KaJiMKs1, 00pa3yroLIMMUCA B PE3YIbTaTe DIACKTPOTEPMHUCCKOI ATOMU3ALUU PACTBOPa IIPOOLI.

4.2 Cpeacrsa u3Mepenuii, BCIIoMoraTejbHble YCTpoiicTBa, MaTepHaJbl, PeaKTHBLI, PACTBOPbI

AToMHO-abcopOLUMOHHBIH criekTpodoToMeTp, obecrieyuBatoNIMil TPOBEACHUE UBMEPEHHH C DIIEKTPO-
TEPMHUYECKOI aTOMM3aLMel, KOPPEKLMIO HECEJICKTUBHOIO IOIJIOIEHUS. ¥ aBTOMATU3UPOBAHHYIO MOJAYY
pacTBOpa B aTOMU3ATOP.

Jlamma ¢ mOnbIM KaToA0M AJist BO30YKASHUSI CIIEKTPaIbHOH JIMHIUH KaIMUSL.

AproH razoo6pasuslif no 'OCT 10157.

@unbTphl 06€330€HHbIe 110 [ 1] Wiy Apyrue cpeaHei mI0THOCTH.

H3panue opunuaisnoe
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Kucnora azornas mo 'OCT 4461, npu HeoOXOAMMOCTH OYHlIeHHass neperoukoit, mnu no I'OCT
11125, pa3z6apnennas 1:1, 1:9 u 1:19.

INopoiok Huxeneswiit 1o 'OCT 9722 unu craHnaptHblil o6pazell coCTaBa HUKENS C YCTAHOBJIEHHOH
MaccoBoil noaeit kagmus we 6oaee 0,00001 %.

Ko6anst no 'OCT 123 unu cranaapTHbIi o6paszel cocTaBa kobanbTa ¢ yCTaHOBICHHON MacCcoOBO /10-
nel kagmus He 6oaee 0,00001 %.

Kaamuii mo F'OCT 1467 unu o TOCT 22860.

PacTBOpbl KaaMMsi H3BECTHOM KOHIIEHTPALMU.

PactBop A MaccoBoii konnentpauu kaamus 0,0001 r/cy’: B cTakan BMECTHMOCTBIO 250 cM’ mome-
LAOT HAaBecKy Kaamust Maccoii 0,1000 r, pacTBOPAIOT Ipy HarpeBaHuy B 15—20 cM’ a30THOM KMCIIOTHL, Pas-
6aBJ'leHHOI/I 1:1, xunsarar pacTsop 3—5 MHH, OXJQXKIAIOT, MEPEBOAAT B MEPHYIO Koi0y BMECTHUMOCTHIO
1000 cv’, mpuiuBaioT 50 cM’ a30THOI KMCIIOTbI, pa30aBIeHHOM 1 |, ¥ ZONMBAIOT 10 METKH BOJAOH.

PaCTBOp b MaCCOBOH xouuentpawy kagmus 0,00001 r/em’: B Mephyio konby BMectHMOCTbIO 100 e’
ot6upatot 10 cM® pacTBopa A ¥ 0IHMBAIOT 10 METKY a30THOI KI/ICJ‘[OTOI/I pasbasnentoii 1:19.

PaCTBOp B MaCCOBOH xomuentpann kaamust 0,000001 r/em’: B MepHyio Kouby BMECTMMOCTBIO
100 cn® ot6upator 10 e’ pacTsopa b 1 101MBAIOT 10 METKY a30THOI Kucnomu pasbarientoii 1:19,

PaCTBOp r MaCCOBOH xouuentpauu kaamus 0,0000002 r/cM’: B MepHyro KonOy BMECTHMMOCTBIO
100 cm® ot6upatoT 20 cM’ pacTopa B 1 101MBAOT 0 METKM a30THOI KUCI0TOl, pa3baBnennoii 1:19.

4.3 [loaAToTOBKA K aHAJIU3Y

43,1 JIna rpaagyupoBouHoro rpaduxa | npu ompeneneHMM MAacCOBBIX Joded kaamusi He Oonee
0,00010 % B cTakaHb! WK K066l BMecTHMOCTBEO 250 cM” momeinaroT HaBecku Maccoi 1,000 r mpo6 Huke-
JIEBOTO IIOPOLLKA WK KOOaIbTa MM CTAHAAPTHOIO 00pa3iia cocTaBa HUKeIs UK KobanbTa ¢ yCTaHOBIEHHOH
MAacCOBOI Joneit Kaamus. YHCIo HABECOK JOHKHO COOTBETCTBOBATH YMCIY TOUYEK IPagyHpoBOYHOrO rpadu-
Ka, BKJIKOYasi KOHTPOJIbHbLI OIBIT.

K mpo6Gam mpummBaor 15—20 cM’ a30THOi KMCIOTHL, pa3baBneHHoil 1:1, pacTBOPSIOT Ipy Harpea-
Hu, [Ipy KCITIONL30BAHWH HUKEICBOTO MOPOILKA PACTBOPLI PUALTPYIOT uepes GUAbTPhI (KpacHas unu Genast
JIeHTAa), MPE/IBAPUTENLHO TPOMBIThIE 2—3 pa3za a30THOH KI/ICJ]OTOI/I pazbaBaeHHoM 1:9, (bnanpbl [IPOMbIBa-
10T 2—3 paza Bo1oi. PacTBOpbI BbIIapHBaloT 0 oobemMa 5—7 e’ » IPHINBAIOT 40—50 cm’ Boabl, HArPEBAIOT
[0 KMIIEHUS, OXNaXAa10T, IIEPEBOAAT B MEPHbIC KOJ‘l6bI BMecTHMOCTbI0 100 cm’.

B xon651 ot6upator 0,5; 1,0; 2,0; 4,0; 5,0 cm’ pactBopa I, B koa6y ¢ pacTBOPOM KOHTPONLHOIO OMbITA
PACTBOP KajMHUs HEe BBOJAT, JOJMBAIOT 10 METKH BOJIOH M U3MEPSIOT abcopOiuIo, Kax yka3aHo B 4.4.

Macca xaaMus B pacTBopax [js rpaayuporouHoro rpaduxa 1 cocrasusier 0,0000001; 0,0000002;
0,0000004; 0,0000008; 0,0000010 r.

4.3.2 Jna rpaaydpoBOYHOro rpaduxa 2 [pv OIPEJC/ICHWU MACCOBBIX JIOJEH KaJMHS CBbIIE
0,00010 % B cTaKaHbl WM KoaGbl BMECTHMOCTbIO 250 cM’ momemaioT HaBeckyu mMaccoii 0,500 r npo6 Huke-
JIEBOT'O IOPOLIKA M1 K0OalbTa WK CTAHAAPTHOro 00pa3siia cocTaBa HUKENs MM K00aibTa ¢ YCTAaHOBICHHOM
MaccoBOi Jojeil xaamus. YKca0 HABECOK M0JKHO COOTBETCTBOBATH YUCIY TOYEK I'PAJIyUPOBOUHOro rpadu-
Ka, BKJIH0YAs KOHTPOJIbHLIH OIBIT.

IIpo6bt pacTBOpsIOT, Kak ykazaHo B 4.3.1. B mepusie konbwui otouparor 0,5; 1,0; 2,0; 3,0; 4,0; 5,0;
6,0 cM’ pactBopa B, B kon6y ¢ pacTBOPOM KOHTPOJILHOIO OIILITA PACTBOP KaJMHsi HE BBOJIAT, JOJNMBAIOT /IO
METKH BOJIOH ¥ U3MEPSIOT abcopOLMI0, KaK yka3aHo B 4.4.

Macca xaaMus B pacTBOpax [js rpaaydpoBoyHoro rpaduxa 2 cocrasisier 0,0000005; 0,0000010;
0,0000020; 0,0000030; 0,0000040; 0,0000050; 0,0000060 r.

4.4 TlpoBeaenne anajimsa

B crakas wim konby BMeCTHMOCTbIO 250 ¢M’ IOMEIaloT HaBecKy npobni Maccoit 1,000 r mpu onpeje-
nedaud MaccoBoi gonu kaamusa e 6onee 0,00010 % wnu maccoit 0,500 r npy onpeaeaeHUH MacCOBOR Jonu
kaamus cesie 0,00010 %, npunusarot 15—20 cM® a30THOM KMCHOTHI, pazbapnennoit 1:1, spimapusaior 10
obbema 5 — 7 cM’, IEPEBOIAT PACTBOP B MEPHYIO Konby BMecTHMOCTBIO 100 cM’, 0XNaX/1a10T 1 J0IHBAIOT
JI0 METKH BOJOH.

HamepsioT abcopOimio pacTeopa IpoObl U COOTBETCTBYIOIMX PACTBOPOB 151 IPAyUPOBKU MIPH AJIHHE
BOHbL 228,8 HM, luupuHe mead ve 6onee 1,0 HM ¢ KOppeKUUEH HECEIEKTUBHOTO MOTMOIICHUS B TOKE apro-
Ha HE MEHEE JIBYX pa3, IIOC/EOBATE]bHO BBOJS MX B aToMu3arop. B 3aBHCHMOCTH OT THIIa crexTpohoTo-
MeTpa HoAGMPAOT ONTHMANLHBIH 06beM pacTBopa oT 0,005 1o 0,050 cM’ 1AM ONTHMANLHOE BPEMs adpo-
30JbHOTO pacnbuleHus ot 5 g0 50 c. [IpoMbIBalOT CUCTEMY BOJOH, MPOBEPSIOT HYJICBYIO TOUKY M CTA0MIb-
HOCTb I'PajlyupOBOYHOIO rpacuxa. s MpoBEpKH HYAEBOH TOUKH MCITONIL3YIOT PACTBOP COOTBETCTBYIOLLETO
KOHTPOJILHOI'O ONBITA, IIOJIOTOBISHHbIH, KaK yka3aHo B 4.3.
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[oaGop onTHMaNbLHBIX TEMIIEPATYPHbLIX PEKUMOB /S aTOMM3aTOpa MPOBOAAT WHAMBHAYANbHO 175
HIPUMEHSEMOTrO CIIEKTPOPOTOMETPA 110 PACTBOPAM /1S FPaSyUPOBKH.
PexoMeHayeMmbie yciioBus paboThl aTOMU3ATOPA yKa3aHbl B Tabauue 1.

Tab6nuua 1 Ycnosust paGorbl aromusaropa
HauMcHoBaHHE CTajlH Temneparypa, °C Bpewms, ¢
Cyuixa 140—160 2—20
Osonenuc 400—500 10—20
ATtomuzaLust 1800—2000 4—5

[To 3nauenusiM abcopOuuM PAaCTBOPOB [JI IPALyMPOBKH M COOTBETCTBYIONIMM MM MaccaM KaaMus
CTPOSIT IPafyUPOBOUYHbILH rpaduk.
[To 3nauenuto abcopOLuy pacTBOpa NPOObl HAXOAAT MACCy KaJMHUs [10 COOTBETCTBYIOLLEMY IpalyHpo-

BOYHOMY rpaduxy.

4.5 O6padoTka pe3y/IbTATOB aHAJIH3A
MaccoByro goawo kaamus B mpobe X, % , BBIUMCISIOT 110 opmyie

x =00,
M

rae M, — Macca KaaMus B pacTBope npoObl, I;
M — macca HaBecku POOBI, T.

4.6 KoHTpo/1b TOYHOCTH aHAJTH3A

KoHTpo1b METpoa0ruyeckux XapakTepHCTUK pe3ynbTaToB aHanusa npososit o 'OCT 13047.1.

HopmaTyBbl KOHTPOJIS U IOTPELLHOCTL METOIa aHaIM3a IIPUBEJICHBI B Tabmue 2.

(D

Tabnuua 2  Hopmarusbl KOHTPOJIS U 1IOIPELIHOCTH METO/IA AHATU3A
B npouenrax
Hotryckaembie pacxo- | Jlolryckaembie pacxo- JlollycKaeMble pac-
Maccosas HOJIs1 JKACHUA PEIYILTATOB | XKUCHHS PE3yJibTaToB XO)KyCHl/[H B Xp e- HOI'DC].UHOCT]) McToua
KaJIMHUSI ABYX LAPAIEHLHBIX | TPEX HAPALICbHBIX | Hb,ﬁ;,{.os aﬂaim?a D ananuza A
olpeienenuit d, olpeiesIeHUH ds Y

0,000010 0,000004 0,000005 0,000008 0,000006
0,000030 0,000010 0,000012 0,000020 0,000014
0,000050 0,000020 0,000024 0,000040 0,000028
0,00010 0,00003 0,00004 0,00006 0,00004
0,00030 0,00005 0,00006 0,00010 0,00007
0,00050 0,00007 0,00009 0,00014 0,00010
0,00100 0,00015 0,00018 0,00030 0,00021
0,00200 0,00020 0,00024 0,00040 0,00028

0,0030 0,0003 0,0004 0,0006 0,0004

S ATOMHO0-20cOpPOLHOHNDBII MeTOA ¢ TUIaMeHHOH aToMu3almued (118 MacCOBBIX
noJieit kaamus ot 0,0002 % no 0,0030 %)

5.1 Metoa ananusa
MeToa OCHOBaH Ha M3MEPEHHH IOIVIOLIECHUS 1P JUIMHE BOJIHbI 228,8 HM PE30HAHCHOIO M3Iy4eHMs
aToMaMH KaJMHs, 00pas3ylolIMMHCS B Pe3yNbTaTe aTOMM3allMM NPU BBEJICHHHM PACTBOPA MPoOLI B ILIaMs

AUCTUIEH-BO3aYX.

5.2 CpeacTBa H3Mepenmii, BCIOMOraTe/IbHbIE YCTPOICTBA, MATEPHAIIBI, PEAKTHBBI, PACTBOPLI
ATOMHO-a0COPOLMOHHBINA CHEKTPOhOTOMETP, 0OECIEUUBAIOIMI IPOBEACHUE H3MEPEHMI B ILUIAMEHHU

AUETHIIEH-BO3AYX.
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Jlamria ¢ IosbiM KaTo0M U1 BO3OYKICHUS CIIEKTPanbHOM IMHIM KaaAMMsL.

Auerunen razoob6pasusiii mo 'OCT 5457,

dunbTpsl 00e3300eHHble 0 [1] uau apyrue cpegHei II0THOCTY.

Kucnora azornas o TOCT 4461, npu HeoOXxoAMMOCTH o4MlIeHHas neperoxkoit, unu no FOCT 11125,
pas6asnennas 1:1, 1:9 m 1:19.

Mopook nukenesslit o F'OCT 9722 unu cTanaapTHbIA 06pasell cocTaBa HUKESN C YCTAHOBJICHHOM
MaccoBoii nonei kxagmus He 6onee 0,0002 %.

Kobanst mo F'OCT 123 unu ctannapTHbIi oOpasel] cocTapa kobanbTa ¢ YCTaHOBJIEHHOM MAaCCOBOH J0-
nei kaamus we 6onee 0,0002 %.

Kanmuit mo 'OCT 1467 vy no T'OCT 22860.

PacTBOpbI KajiMUsl H3BECTHOM KOHLEHTPALMH.

PactBop A MaccoBoii koHLeHTpawy kaamus 0,0001 r/cm’ roTossT, KaK ykasaHo B 4.2.

PacrBop B MaccoBoii konuenTpauuu kaamus 0,00001 r/cm’ roTossrt, Kak ykazano B 4.2.

5.3 IloaroroBKa K aHAJH3Y

Jlnst rpaiyMpOBOUHOrO rpadika B CTAKAHbI UM KOJGbI BMECTUMOCTHIO 250 CM’ IIOMEIIAIOT HABECKH
maccoit 3,000 r npoObl HUKENEBOro Mopolika Mnu KobGalsTa WM CTaHAapTHOro o0pasia COCTaBa HUKEIS
Wik Kobanb1a ¢ YCTaHOBIEHHOH MaccoBOM foneit kajmus. Yucno HaBeCOK AOJIKHO COOTBETCTBOBATh YHUCITY
TOYEK rPajlyuPOBOUHOrO rpadhuka, BKIH0UAsk KOHTPOJILHbIHA OIBIT.

K npobam npunmBaioT 25—30 cM’ a30THOM KMCIOTHI, pa3GasnenHoii 1:1, pacTBOpsioT npu Harpesa-
Huu. [Ipy KMCMOb30BAHMHM HUKEIEBOTO MOPOLLKA PACTBOPHI HUALTPYIOT Yyepe3 GpuibTpel (kpacHas win Oenast
JIeHTa), IPEABAPUTENLHO NPOMbIThIE 2—3 pa3a a30THOM KUCIOTOMH, pasbasienHo 1:9, punbTpsr npombisa-
10T 2—3 pasa ropsaueii Bogoii. PacTBops! BrimapusaioT 10 o6bema 10—15 ev’, mpunnsaior 40—50 cm® Bojibl,
HATPEBAIOT 10 KUIEHHS, OXJAK/IAIOT, IEPEBOJIAT B MEPHbIE KOIGbi BMECTUMOCTLIO 100 cvr.

B ko16b1 otéupator 0,5; 1,0; 2,0; 4,0; 6,0; 8,0; 10,0 o’ pactBopa b, B konfy ¢ pacTBOPOM KOHTPOILHOIO
OITbITA PACTBOP KAIMUS HEe BBOAAT, JOHBAIOT A0 METKH BOAOH M M3MEPSIOT abCopOIMIO, KaK yKka3zaHo B 5.4.

Macca xaamus B pactBopax ais rpagyuposku cocrasisier 0,000005; 0,000010; 0,000020; 0,000040;
0,000060; 0,000080; 0,000100 r.

5.4 llpoBexenue anajamnsa

B crakaH i Konby BMECTHMOCTBIO 250 CM’ MOMEIAIOT HaBecKy mpoGbi Maccoit 3,000 r, mpuaMBaOT
25—30 oM’ a30THOI KHCIOTHI, pasbasnenHoH 1:1, pacTBopsIOT [pH HArpeBaHNM, KHMATAT 2—3 muH, BblIa-
pusaioT 10 obbema 15—20 cm’, NPWIMBAIOT BOZY 1O 50—60 cM’, oXnaxAalT, MEPEBOMAT PACTBOP B MEp-
Hyi0 K0j10y BMecTMOCTbi0 100 cM™, 10/1MBAIOT A0 METKH BOJOH.

NamepstoT abcopOuuio pacTBopa npobbl ¥ PACTBOPOB IJisl TPAAyHPOBKU NPH JJIMHE BOJIHbI 228,8 HM,
mupuHe mend He 6onee 1,0 HM He MeHee ABYX pa3, IOCIEJOBATEIbHO BBOJSA MX B I1AMs, IIPOMbIBAIOT CHC-
TeMy BOZOI, IIPOBEPSIOT HYIEBYIO TOYKY ¥ CTAOMILHOCTh I'PaypOBOYHOro rpaduxa. s nmposepku Hyie-
BOM TOYKH MCIOJb3YIOT PACTBOP KOHTPOJILHOIO OIbITA, IOATOTOBIEHHBIH, KaK YKa3aHo B 5.3.

[o 3HauyenusiM abcopOUMK PACTBOPOB [l IPAfYUMPOBKH M COOTBETCTBYIOLIMM MM MAaccaM KaJMus
CTPOST IPayupOBOUHbI rpaduk.

o 3nauenuto abcopOiwmu pacTBopa Mpobbl HAXOAAT MaCcCy KaaAMUs 110 IPaayHPOBOYHOMY rpaduxy.

5.5 O6paboTKa pe3yIbTATOB aHATN3A

MaccoByto 10110 kaaMus B mpobe X, % , BBIUMCIAIOT o dopmye

M
X =—=100, 2
- @)

rae M, — macca kaamusi B pacTBOpe Npoobl, I;
M — macca HaBecKd 1poobl, T.
5.6 KonTpoan TOYHOCTH aHATH3a
KOHTposib METPOIOIMYECKUX XapaKTEPUCTHK pe3ybTaror anann3a nposoaar o FOCT 13047.1.
HopmaTuBbl KOHTPONS ¥ MOrPELLIHOCTL METO/A aHAJM3a IPUBECHB! B Tabnuie 2.
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MNPUJIOXKEHUE A
(cupaBounoe)

bubaunorpagus

1Ty 6-09-1678—95" duiib1pbl 00e330ieHHbIC (KpacHast, Oesias, CUHSIS JICH Ibl)

* JleliciBye! Ha reppuiopuu Poccuiickoit dejepain.
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