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M E X T OGCUY A APCTUBEHH b W CTAHOAPT

HNWKENb. KOBAJIbT

MeTof onpegeneHnsa onosa

Nickel. Cobalt.
Method for determination of tin

[ata BeefeHna 2003—07—01

1 O6nacTb NpUMEHeHUs

HacTtoswwmiA cTaHgapT yCTaHaBMMBaeT aTOMHO0-abCOPOLUMOHHbLIA MEeToh OMpefeneHus 070Ba Mpu
maccoBoii gate ot 0.0001 % go 0.0020 % B nepBuyHOM Hukene no MTOCT N49, HUKeNeBOM MOPOLLKE MO
FOCT 9722 n kobanbTe no MOCT 123.

2 HopmaTuBHbIE CCbINKK

B HacToALwem cTaHfapTe UCMO/b30BaHbl CCbINKN Ha Cnegylolme CTaHAapThl:
FOCT 123—9N Kob6aTbT. TexHuYeckue ycnosus

FOCT N49—97 Hukenb nepBuYHbIA. TeXHNUYECKUe yCnoBms

FOCI N60—75 OsnoBo. TexHU4YecKue ycnosms

FOCT 3118—7 Kwucnota conaHas. TexHuyeckue ycnosus

FOCT 4461—77 Kwucnota a3oTHad. TeXHUYECKMe yCnoBus

FOCT 9722—97 TopOLIOK HUKeNEBbIA. TeXHUYECKUE YCNOBUS

FOCT 10157—79 AproH ra3oo6pasHblii 1 XXUAKWA. TeXHUYEeCKMe yCroBus
FOCT 1112584 KucnoTa a3oTHas 0C060M YMCTOTbI. TeXHWYECKne ycnoBms
FOCT 13047.1—2002 Hukenb. KobatbT. Oblme TpeboBaHUS K MeTOLaM aHa/im3a
FOCT 14261—77 Kucnota consiHas 0c060# YACTOTbI. TeXHUYECKMe YCnoBus

3 O6wme TpeboBaHUA U TpeboBaHMA 6e30NacHOCTU

O6wwme TpeboBaHKS K MeTofam aHann3a u Tpe6osaHMs 6€30MacHOCTU MPU BbINOMHEHUN PaboT —no
FOCT 13047.1.

4 ATOMHO-abCOPOUMOHHbBIA METOA
4.1 MeTog aHanmsa

MeTof 0CHOBaH Ha M3MepeHWUU NOTIOLLEHNA MPU AAVHe NoMHbl 235,5 HM Pe30HaHCHOr0 U3Nny4yeHus
aTomamu 0/10Ba, 06pasyoLMMICS B pe3y/bTaTe 3/1eKTPOTEPMUYECKO aToMM3aLmMmn pacTeopa npobbi.

4.2 CpeactBa U3MepeHWiA, BCoMoraTe/ibHble YCTPOCTBa, MaTeprasbl, peaKTUBbI, pacTBOpPbI

ATOMHO-a6Ccop6LMOHHbIN CeKTPooTOMETpP, 06eCneynBaroLL il NMPoBeAeHNE N3MEPEHWIA C 31eKTPO-
TepMUYeCKOoin aToMU3aLell, KOPPeKLMIO HeCeneKTUBHOMO NOr/OWeHNsA 1 aBTOMATU3MPOBaHHYHO nofjady
pacTBOpa B aTOMM3aTop.

JNlamna ¢ nonbIM KaTogom Ans BO30YXXAEHWS CMeKTPasibHON NMHMM 0/10Ba.

AproH rasoobpasHeiii no FOCT 10157.

dunbTpbl 06€340M1€HHbIE MO |1| uAn gpyrue cpegHein NAOTHOCTK.

M3gaHue ouumanbHoe
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Kucnota asotHasd no [OCT 4461, npu Heo6XOAMMOCTM OYMLLEHHAA MEPEeroHKon, uauM Mo
FOCT 11125, pasbaBneHHas 1:1, 1:9 n 1:19.

Kucnota congHas no FOCT 3118 nnu npu Heobxogumoctn no TOCT 14261, pasbasneHHas 1:1.

Mopowwok Hukenesblil no FOCT 9722 wnun cTaHfapTHbIA 06paseL, cocTaBa HUKeNs C YCTaHOB/IEHHOM
MaccoBOi1 fjoneil onosa He 6onee 0,0001 %.

Ko6anbT no MOCT 123 unun cTaHAapTHbIA 0bpasel, cocTaBa kobasbTa C YCTaHOBNEHHOM MacCOBOWA
poneli onosa He 6onee 0.0001 %.

Onoso no MOCT 860.

PacTBOpbI 0/10Ba M3BECTHOM KOHLIEHTPaLWK.

PacTBOp A MaccoBoii KoHLeHTpauun onoa 0.0001 r/cm3; B cTakaH BMecTMOCTbiO 100 cM5nomelya-
0T HaBecKy onioBa Maccoli 0,1000 r, npunusatoT 20—30 cM3 CONAHOW KUCNOTbI, PacTBOPSKOT NpPU Harpe-
BaHMM Ha KuMsLie BOAAHON GaHe, OXNaXAaloT, NepeBoAsT B MEPHYH Kooy BMecTumocTbio 1000 cm’,
npuAnBatoT 50 CM3 CONAHOM KUCNOTbI U AONMBAOT 40 METKWU BOAON.

PactBop B MaccoBoil KoHueHTpauum onoBa 0.00001 r/cm3: B MepHYyHo kon6y BMeCTUMOCTbHO 100 cm3
oTbupatoT 10 cm5 pacTBopa A 1 AONMBAIOT 40 METKM a30THOW KMCNOTOM, pasbaBneHHon 1:19.

PacTBop B MaccoBoli KoHLeHTpauwun onosa 0.000001 r/cm3: B MepHY Konby BMeCcTMMOCTbo 100 cm3
otompatoT 10 cmM3 pacTBopa b 1 JonMBalOT 40 METKM a30THOM KUCNOTOW, pasbasneHHow 1:19.

4.3 lMoaroTtoBKa K aHanunsy

4.3.1 ATq rpagynpoBoYHOro rparka 1npu onpefeneHn MaccoBbix Aoneli onosa He 6osee 0,0010 %
B CTakaHbl WM Konbbl BMeCTMMOCTbIO 250 cM3 nomewiatoT HaBecku maccoi 1.000 r npo6 HuKenesoro
mopoLlka uan kKobanbTa WM CTaHAApPTHOro obpasua coctaBa HWKeNs MAM KobasbTa C YCTaHOBIEHHOM
MaccoBO foneii 010Ba. YnCNo HaBeCOK JOMKHO COOTBETCTBOBATH YMC/TY TOHYEK rPafyMpOBOYHONO rpadnka,
BKNtOYasA KOHTPOJIbHBIWA OMbIT.

K npo6am npunueatoT 15—20 cmM3a30THOW KUCNOTHI, pa3baBneHHol 1:1, pacTBOPSAOT NpW Harpe-
BaHuMW. lpy MCNONb30BAHUN HWUKENEeBOro MOPOLLUKA PacTBOPbl MUNLTPYIOT uvepe3 PunbTPbl (KpacHas
unn 6enas neHTa), NpeABapuTeNnbHO MPOMbITbie 2—3 pasa a30THON KWCNOTOW, pasbaBneHHon 1:9,
(hMNbTPbl NPOMbIBAIOT 2—3 pasa ropsyeli Bofoi. PacTBopbl BbinapuealoT Ao obbema 10—15 cm’,
npunusatoT 40—50 cm3 BOAbl, HarpeBatOT [0 KUMEHWS, OXNaXAAlOT, NEpeBOAAT B MEpPHble KOMObl
BMecTMMOCTbI0 100 cMm'.

B kon6bl otompatot 1,0; 2.0; 4,0; 6.0; 8.0; 10.0 cm3pacTBopa B, B K0nby C paCTBOPOM KOHTPO/IbHOO OMbITa
pacTBOp C/10Ba He BBOAAT, JONMBAIOT 40 METKM BOAOW U fasee N3MepstoT abcopbLmio, Kak ykasaHo B 4.4.

Macca onoBa B pacTeopax Ans rpagyvposku coctasnset 0.000001; 0.000002; 0,000004; 0,000006;
0,000008; 0,000010 r.

4.3.2 nsa rpagyvpoBOYHOro rpaguka 2 npu onpeienieHMn MaccoBbiX foneid onoBa cabiwwe 0,0010 %
B MepHble K06kl BMecTUMOCTLIO 100 cM3 0T6MpatoT no 20 cM3 pacTBOpa KOHTPO/IbHOTO OMbITa, MOArOTOB-
NEeHHOro, Kak ykasaHo B 4.3.1. Beogat 1,0; 2,0; 4,0; 6,0; 8,0; 10,0 cm3 pactBopa B. B 0gHy 13 Konb ¢
pacTBOPOM KOHTPO/bHOMO OMbITa PacTBOP 0/10Ba He BBOAAT, AONMBAIOT A0 METKW a30THON KWCNOTOW,
pasbasneHHon 1:19, 1 n3mepstOT abcopbLmMi0, Kak yKazaHo B 4.4.

Macca 0/10Ba B pacTsBopax 4/1f rpafyvpoBku ykasaHa B 4.3.1.

4.4 TlpoBefeHne aHanusa

BcTakaH unu konby BMecTMMOCTbIO 250 CM3MOMeLLa0T HaBeCcKy npo6bl maccor 1,000 r, npunusatoT
15—20 cm3a30THOM KMCNOTbI, pa3baBneHHoN 1:1, BbinapmBatoT A0 06beMa 5—7 CM3 NepeBOAAT B MEPHYHO
Konby BMecTMMOCTbI0 100 M3 OXNaXKAatoT U AONMBAIOT 40 METKM BOAONA.

Mpy maccoBoli gone onosa cBbiwe 0,0010 % B MepHyto Konby BmecTuMocTbto 100 cm3 oTbupatoT
/IMKBOTHYIO 4acTb pacTBopa o6bemom 20 cM3 M [ONMBAKOT A0 METKM a30THOM KWUCMOTOM, pa3baBneHHOw
1:19.

M3mepstoT abcopbunio pacteopa npobbl U pacTBOPOB A1 TPaAyVMpPoBKN MpU ATHNE BOMHbI 35,5 HM,
LUMPVHe LWenn He 6onee 0.7 HM C KOPPEKLMe HeCeneKTUBHOIO NOT/OLLEHNS B TOKE aproHa He MeHee [BYX
pa3. mocnefosartefibHO BBOAA WX B aTomu3aTop. B 3aBMCMMOCTM OT Tuna cnekTpodoToMeTpa NoAéuparoT
onTMMasbHbI 06bem pacTBopa oT 0,005 fo 0,050 cm3uny onTMManbHOE BPEMS a3P030/IbHONO PacnblieHs
oT 5 0 50 c. MpomMbIBalOT CUCTEMY BOJOI, MPOBEPAIOT HYNEBYHO TOUKY U CTaBUIbHOCTL FPagyMpoBOYHOIO
rpadmka. [ns NpoBepKU HYNeBOM TOUKW WMCMOMb3YHOT PacTBOP COOTBETCTBYHOLLEr0 KOHTPO/ILHOTO OMbITa,
MOArOTOB/IEHHbIN, KaK yKasaHo B 4.3.

Mop6op onTMMaNbHLIX TEMMEPaTypPHbIX PEXVMMOB MPOBOAAT WHAMBWUAYANbHO A1 MPUMEHSEMOrO
CMeKTpPoOOoTOMETPA MO pacTBopaM [A/1f rpafyvMpoBKU. PekoMeHfyemble YCnoBus paboTbl aTtomu3aTopa
yKasaHbl B Tabnuue 1

2
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Ta6n nHM 1—Ycnosua paboTbl aTomMu3aTopa

HaunmenosanHe ctanuu TemnepaTtypa, 'C Bpems. ¢
CyLIJKa 120-150 2-30
0O30/cHUC 700—1000 10-30
ATOMU3aLMA 2200-2400 4-5

Mo 3HayeHusiM abcopbuuM pacTBOPOB ANA rPafyMpoBKM U COOTBETCTBYIOLWMM UM MaccaMm 0/10Ba
CTPOAT rpajynpoBOYHbIe FpagnKu.

Mo 3HaveHuto abcopbumy pacTeopa NPo6bl HAXOAAT MAccy 0/10Ba MO COOTBETCTBYHOLLEMY Tpafynpo-
BOYHOMY rpaduKy.

4.5 O6paboTKa pe3y/nbTaTOB aHain3a

Maccosyto fonto onosa B npobe X, %, BbIYMCAAIOT MO Gopmyse

X - 0)

rae JU—wmacca onosa B pacTBope npoosl, T;
K —koathuuneHT pasbasneHns pactsopa npobbl;
M —macca HaBeCckn npoobl, T.
4.6 KOHTpO/Ib TOYHOCTW aHanusa
KOHTpO/Ib METPONOrNYECKNX XapaKTEPUCTUK pesy/nbTaToB aHanunsa nposogdt no MOCT 13047.1.
HopmaTnBbl KOHTPONA ¥ NOrPELLIHOCTb METOAa aHanm3a NpuBeSeHbl B Tabnuue 2.

Tabnuna2 — HopmaTuBbl KOHTPOAA U MOrPeLLHOCTL METOfa aHan3a
B npoueHTax

fonyckaemble fonyckaemble
fonyckaemble
MaccoBas gons pacxoXx/jeHuns pe3ynbTaToB pacxoxpaeHns pesynbTaToB MorpewHocTb
pacxoXpaeHus AByX
onegq ABYX napanfieNbHblX Tpex napanfienbHbliX e3ynbTaToB aHanusa MeTo/a aHanusa [j

onpegeneHunii d2 onpepeneHuni pesy
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 0.00020 0.00015
0.0020 0.0002 0.0003 0.0004 0.0003

MPNNOXEHWNE A
(cnpaBoyHoe)

Bubnuorpadgus

|1] TY 6-09-1678—95* dunbTpbl 06e340MeHHbIe (KpacHas, 6enas, CUHAS NeHTbI)

* [leiicTBYeT Ha TeppuTopumn Poccuiickoii ®epepalnu.
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