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M E X T OCUYA4APC CTUBETHH B W CTAHAOAPT

HWKE/Ib. KOBAJIbT
MeToabl onpefeneHns Mblllbsika

Nickel. Cobalt.
Methods for determination of arsenic

[ata BBefieHns 2003-07-01

1 O6nactb NpUMeHeHUs

HacToawuii cTaHaapT ycTaHaBAMBaeT CNeKTPOOTOMETPUYECKNIA N aTOMHO-a6CcoOp6LMOHHbIN METOAbI
onpegeneHns Mbilbsika Npy maccoBoii gosne oT 0.0001 % ao 0,010 % B nepBMUHOM HuKene no FOCT 849,
HUKenesoM nopotuke no FOCT 9722 H KobanbTe no MFOCT 123.

2 HopmaTuBHbIe CCbIKMN

B HacTosLeM cTaHAapTe MCNob30BaHbl CCbIIKN Ha CedytoLLne CTaH4apTbl:
123—98 KobasibT. TexHUYecKmne ycnosus
849—97 HuKenb NepBUYHbI. TEXHUYECKUE YCNOBUS

roCcT
roCcT
roCT
rOCT
roCT
roCcT
roCcT
roCT
rocTt
roCT
roCcT
FOCT
roCT
rocTt
FOCT
roCcT
roCcT
roCT
FOCT
roCT
roCcT

3118—77
3760—79
3765—78
3773—72
4204—77
4232—74
4328—77
4461—77
5841—74
9722—97
10157—79
1112584

Kucnota consiHas. TexHUYecKue ycnoBus

AMMMaK BOAHbIV. TeXHUYeCKue ycnosus

AMMOHWIA .MONN6AEHOBOKUC/IbIA. TeXHWYECKMe YCnoBUA

AMMOHMNIA XNOPUCTBINA. TexHNYecKme ycroBus

Kucnota cepHasi. TeXHUYECKME YCNOBUS

Kanuit nogucTblit. TeEXHUYECKUE YCIOBUS

Hatpua rugpookucb. TeXHUYeCKune ycrnoBus

Kucnota a3oTHas. TexHMYeCKue ycnoBus

TnnpasuH cCepHOKNUCbIN

MopoLLOK HMKeNeBbIA. TeXHWYECKUe YCNoBUSA

ApProH rasoo6pasHblil 1 XUAKUA. TexHUYecKre ycnoBus
Kucnota asoTHas 0co60ii YMcToTbl. TeXHUYeCKMe ycnoBus

13047.1—2002 Hukenb. KobanbT. ObLime TpeboBaHUS K METOAaM aHam3a

14261—77
17746—96
18300—87
20288—74
20490—75
24147—80

Kwucnota consHast 0co60i YncToTbl. TeXHWYECKNEe YCNoBKA

TwTaH ry6uatblii. TeXHWYECKME YCNOBUS

CnupT 3TMNOBbLIM PEKTUNNKOBAHHbIA TEXHUYECKUIA. TeXHUYecKune ycrioBus
Yrnepog HeTbIPeXXIOPUCTbI. TeXHUYECKMe YCI0BUA

Kanuii MapraHLoBOKUCbIA. TeXHUYEeCKMe YCnoBust

AMMUaK BOAHbI 0060/ YMCTOTbI. TEXHUYECKMNE YCIOBUS

3 O6uwme TpeboBaHMa 1 TpeboBaHMA 6e30NacHOCTU

Obuyme TpeboBaHMA K MeTofaM aHasmsa u TpeboBaHNS 6e30MacHOCTM NPU BbIMONHEHUN paboT —no
FOCT 13047.1.

4 CnekTpothOTOMETPHYECKNIA METOf

4.1 MeTog aHanmsa
MeTo4 OCHOBaH Ha W3MepeHWW CBETOMOr/OWeHNsa Npu AavHe BOMHbI 610 v 840 HM pacTBopa

M3naHve oduupansHoe
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MbILLbAKOBO-MO/IMGAEHOBOr0 KOMMN/IEKCHOI0 COeAMHEHWUS, BOCCTAHOB/IEHHOI O CEPHOKMUCBIM TUAPA3UHOM.
MpeABapuTeNbHO MbILLBSK BbIAENAIOT Ha rMAPOKCU/E Xenesa 13 aMMuaYHol cpefbl, 3aTem SKCTPaKu,meM
YeTbIPEXX/IOPUCTLIM YIN1epOAOM B BUie MOAUAHOr0 KOMMIEKCHOMO COeANHEHNS U3 CPefdbl CONTAHOW KUC/O-
Thl.

4.2 CpefcTBa M3MepeHuiA, BCroMorarte/ibHble YCTPOCTBa, MaTepuasibl, peakTvBbl, PacTBOpbI

CnekTpooToMeTp UM (hOTO3NEKTPOKO/IOPUMETP, 0becneymBaioLlmMii NpoBefeHVe W3MEpeHUin B
obnactn annH BonH 600—850 HM.

DunbTPbl 06€330/1eHHbIE N0 11] MAK gpyrue NAOTHble GUALTPbI.

Kucnota asotHas no [OCT 4461, npu Heo6XOAUMOCTM OYULLEHHAS MEPEroHKoW, wm mno
FOCT 11125, pas6aBneHHas 1:1.

Kucnota consiHas no MOCT 3118 unn npu HeobxognmocT no FOCT 14261. pasbasnieHHas 1:1.

Kucnota cepHaa no MOCT 4204. pas6asneHHas 1:1, 1:3, 1:15.

AmMunak BogHbli no MOCT 3760 nam npu Heo6xoammocTn no MOCT 24147. pasbaBneHHbIA 1:19.

HaTpusa rugpookuck no FOCT 4328, pacTBOp MaccoBo KOHUeHTpauun 0.04 r/cm'.

AMMOHWIH xnopuctblii no TOCT 3773.

CnupT aTunosbii no TOCT 18300.

AMMOHMA MonnbaeHoBOKUCAbIA no FOCT 3765, nepeKpuUcTanIM30BaHHbIA, PacTBOP MacCOBOM
KoHUeHTpaumm 0,01 r/icml

[na nepekpuctanamsaumm B cTakaH BMeCTUMOCTbIO 600 uam 1000 cm3 nomeLaoT HaBecKy MOnG-
[EeHOBOKMCAOro aMmmoHma maccoii 70.0 r, npunmeatoT 400 cm5 BoAbl, PacTBOPSOT MPU HarpeBaHUW [0
70—80 ‘C, unbTpytoT ropsunii pacTBop uYepe3 ¢uabTp (6enass WM CUMHASA fNieHTa), PUIbLTPAT CHoBa
HarpeBaloT 0 70—80 'C un ropsunii pactBop (GuAbLTPYIOT ewe pa3. K ropsyemy pacTBopy NpuavsaroT
250 cM33TW/I0BOr0 CIMPTA, OX/TXKAAIOT, BbIAEPXKUBAIOT He MeHee 14 1 OT(OUNbTPOBLIBAKOT KPUCTaU/INYEC-
Kuii 0cafoK Ha haphopoByo (UNAbTPYIOLLYH BOPOHKY. OCafoK NpoMbIBatoT 2—3 pasa 3TU/0BbIM CMPTOM
nopumamn no 20—30 cM3 1 cyLLaT Ha BO3AyXe.

MvapasuH cepHokucnblii no FOCT 5841. pacTBOp MaccoBoli KoHUeHTpaumm 0.0015 r/cm3

PeaKLOHHan cMecb: B MepHY0 Konby BMecTUMOCTbIO 100 cm3 npunusatoT 50 cm3 pacTeopa .Mounb-
[EeHOBOKMCNOro aMMOHMSA, 5 CM3 CEpHOKMCIOT0 rnapasuHa v ONMBAKOT 0 METKU BOLOA.

>Keneso kap6oHWIbHOE MO |2| WAKM Apyroe >kenes3o, cojepxailee He MeHee 99,9 % OCHOBHOIO
BelllecTBa.

PacTBop >kenesa mMaccoBoi KoHueHTpaumm 0,01 r/cm3: B cTakaH BMECTMMOCTbo 600 cmM3 nomewjaroT
HaBecKy >xeniesa Maccoit 10.000 r, mpunmsaioT 150—200 cm1l a30THOW KMCAOThbl, pasbaBneHHol 1:1,
nopuusimm no 20—25 cM3 pacTBOPSAOT NPV HarpeBaHUW, OXNaXAAlOT, MEPeBOAAT B MePHYH Kooy
BMeCTUMOCTbIO 1000 cM3 1 foNMBaKOT 40 METKUW BOAOWA.

JlonyckaeTcsa 419 NpUroToBEHNS pacTBOPa >Kenesa MCrosib3oBaTh Apyrve BelecTBa, obecneynBato-
LMe yCTaHOB/IEHHOE 3HAaY€eHWe KOHTPOJILHOrO OnbITa.

Kanwuii mapraHuoBokucnbiii no TOCT 20490, pacTBOop MaccoBoi KoHueHTpauun 0.01 r/cm3.

Kanwit noguctelii no FOCT 4232, pacTBOp MaccoBoi KoHUeHTpauuu 0.02 r/cm3B CONsHOM KucnoTe:
B CTakaH BMeCTUMOCTbi0 600 mnm 1000 cm3 nmomellardT HaBecKy WOAMCTOro Kammsi macco 10.0 T,
pacTBopstoT B 500 cM3 CONAHOM KUCNOTbI, PacTBOP MEPeBOAAT B Ae/INTE/IbHYH0 BOPOHKY BMECTMMOCTLHO
1000 cmM3 npunamsatoT 25 CM3 YETbIPEXX/IOPUCTONO Yriepoaa, BCTPAXMBAOT 2 MUH, OpraHU4Yeckyto asy
0T6pachbIBalOT U MOBTOPAIOT 3KCTPAKLMIO.

MpombIBHOI pacTBOp: CMelumBatoT 3 06bema pacTBopa MoaucToro Kams u | o6bem Bogbl.

TwuTaH rybyatbii no FOCT 17746.

PacTBop TuTaHa MaccoBoi KoHueHTpaumn 0,02 r/cM3: B K06y BMECTMMOCTbIO 250 cM3 ¢ 06paTHbIM
XO/I0ANNBHUKOM MOMeLLIaloT HaBecKy rybuyatoro TutaHa maccoit 2,000 r, npuamsaioT 40 cM3 cepHoii
KWCMOTbI, pa3baBneHHOM 1:1, pacTBOPSIOT NPU HArpeBaHUW, OXNAXAAlOT, MepeBOAAT PacTBOP B MePHYHO
K016y BMeCTUMOCTbI0 100 cM3, fONMBAIOT 40 METKM BOLOIA.

Yrnepog 4eTblpexxnopHcTbii no TOCT 20288.

MbIwbskK no |3].

Hatpwin opToapceHnT no [4j.

Mblwbska (111) okeng.

PacTBOpbl MbilbsSKa N3BECTHOM KOHLEHTPaLUK.

PacTtBop A MaccoBOW KOHUeHTpaumm Mbiwbsika 0,0001 r/cM3u3 MbillbsIKa: HAaBECKY MblLLbsiKa Maccoi
0,1000 r nomeLLatoT B cTakaH BMeCcTUMOCTbIO 100 cM3 npunmeatoT 20 cM3a30THOW KUCNOTbI, pa3baBieHHON
1:1. pacTBOPSAIOT CHavasa 6e3 HarpeBaHus, 3aTeM HarpeBatoT 40 NOJTHOT0 PACTBOPEHWNS HABECKM, MPUIMBAIOT
20 cm3 cepHOli KuCNoOTbl, pasbasneHHol 1:1, BbiNapusaloT [0 MOSBAEHUS MapoOB CEPHOW KUCMOTbI.

2
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oXlaXaaloT, NpunneatoT Bogy A0 40—50 cm', NepeBOAT pacTBOP B MEPHYHO K016y BMeCTUMOCTbIO 1000 cm3
1 [ONNBaOT 40 METKM BOLOMA.

PactBop A maccoBoil KOHUeHTpaumn Mbiwbsika 0,0001 r/cml u3 okcuaa mblwbsaka (111): HaBecKy
oKcuga Mblwbska (111) maccoid 0.1320 r nomeLuaroT B cTakaH BMecTUMOCTbIO 100 cml, npuamsatoT 10 cm'
pacTsopa rMapoOKMCKU HaTpus, pacTBOPSIOT HaBECKy, MpuavBaloT Bogy 40 40 cm\ nepeBOAAT pacTBop B
MepPHY0 Kosi6y BMecTUMOCTbIO 1000 cm3, npunamsatoT 40 cM1cepHOM KUCNOThbl, pasbaBneHHol 1:3, fonun-
BalOT 10 METKMN BOJOW.

PactBop A MaccoBOi KOHLEHTpauuu Mbiwbska 0,0001 r/cmM3 M3 opToapceHMTa HaTpus: HaBeCcKy
opToapceHMTa HaTpus maccoii 0,2560 I momeLLatoT B CTaKaH BMECTMMOCTbIO 250 cM3, pacTBOPSIKOT COMb B
50 cm3 BOAbl, MEpeBOAAT PacTBOp B MepHYH K06y BMecTUMOCTbio 1000 cm3, npunmsatoT 40 cM3 cepHoW
KWCMOTbI, pa3baBneHHoi 1:3, fonvBalOT 4O METKM BOAOMN.

PactBop B MaccoBoi KOHLeHTpauun Mbliwbsika 0,00001 r/cm3: B MepHYHO Koy BMeCTUMOCTbio 100 cm3
oT6umpatoT 10 cM3 pacTBopa A 1 JONNBAIOT 40 METKM PacTBOPOM CEPHOW KMCMOTbl, pasbasnieHHol 1:15.

4.3 TllogrotoBKa K aHanusy

[na rpagyvpoBOYHOro rparka B MepHble Konbbl BMeCTUMOCTLIO 50 cm’ oT6upatoT 0,5; 1.0; 2.0: 3.0;
4.0; 5.0 cm3 pactBopa b, npunueatoT Bogy A0 30 cM3, 406aBNSAOT NO KanasiM pacTBOP MapraHL0BOKNCI0ro
Ka/Msl 40 MOslaTeHHS YCTOMYMBOW PO30BOI OKpacku, 4 cM3 peakLMOHHOW CMecu, MoMeLlaloT Konbbl ¢
pacTBOpaMu Ha KMMSLLY BOAAHYO 6aHI0, BblepXXmBatoT 15 MUH, OXNaXaatoT, JOIMBaAOT 40 METKM BOAOM
1 N3MePSIOT CBETOMOI/IOLLIEHHE PAcTBOPOB, KaK yKasaHo B 4.4.

Macca Mbilwbska B pacTBopax s rpagympoBoyHOro rpagwmka coctasnset 0.000005; ().0000 10;
0,000020; 0.000030; 0.000040; 0,000050 r.

[0 3Ha4YeHUsAM CBETOMOrNOLWEHHSA PacTBOPOB W COOTBETCTBYIOLMM MM MaccaM MbllbsAKa CTPOSAT
rpagyvpoBOYHbIl FpadnK ¢ yHeTOM 3HaYeHMS CBETOMON/IOLLEHHS pacTBoOpa, NOAr0TOB/IENHOr0 6€3 BBeAEHNA
pacTeopa MbiLUbSKa.

4.4 TlpoBefeHWe aHaM3a

B cTtakaH BmecTuMOCTbH0 400 nam 500 cm3 nomMeLuatoT HaBecKy nNpobbl Maccoi 5,000 r npu maccoBoi
fone MblwbsKa He 6onee 0.0010 % u maccoiri 0.500 r npy maccoBoW fo/e MbiwbsKa cBbiwe 0,0010 %,
npunneatoT 50—60 nnm 15—20 cM3a30THOM KUCIOThI, pastaBneHHOW 1:1, pacTBOPSIOT NpY HarpeBaHuUw,
BbinapvsatoT J0 o6bema 10—15 cm3 n npunmsatoT Bogy Ao 100—150 cm3 B pactBop BBOAAT 2,0 cM3
pacTBopa >kenesa, HarpesawT o 60—70'C, npuimsaoT 7—10 cM3 aMMuaka U BAMBAKOT PacTeBop MNpwu
nepemeLLMBaHUN B CTaKaH BMECTUMOCTbIO 600 cmM3 B KOTOPbIA NpeABapuTe/ibHO NomewlarT 1,5 rxnopuc-
TOro ammoHusa 1 100 cm3ammunaka. MpombIBalOT CTaKaH, B KOTOPOM MPOBOAW/IOCL pacTBOPeHUe, 2—3 pasa
ammuakom, pasbaateHHbiM 1:19. BblgepxuBaloT pacTBop ¢ ocagkoMm B Ternsiom mecte 20—30 MUH 1©
(UNbTPYIOT 0CcafloK Ha PuUIbLTP (KpacHas unu 6enas neHTa).

PactBopsitoT ocagok B 20 cM3 ropsiyeli CONSIHOM KWUCNOTbI, pastasneHHon 1:1. cobmpas punbTpaT B
cTakaH, B KOTOPOM MPOBOAM/IOCH BbINapuBaHve, NPoMbIBaloT GuabTp 20 cm’ ropsdeli Bogpl. MpubaatsaioT
Mo Karnsam pacTBop TuUTaHa 0 06ecLBeYMBaHUA pacTBopa W AaloT U3bbITOK 2—3 Kanau.

[MepeBOAAT pacTBOp B [eNUTENIbHYIO BOPOHKY BMecTUMOCTbiO 250 cm3, npunvsaroT 80—90 cm3
pacTBopa MOAMCTOro Kaimsa (KOHUEHTPaUns COMSHON KWCAOTbl B AeNNTENbHOM BOPOHKE JO/MKHA ObITb He
MeHee 9 Mosnb/am3), 30 cM3 YeTbIPEXX/IOPUCTOrO Yrepoja 1 BCTPSXMBAKOT BOPOHKY 2 MUH. OpraHn4ecKyto
thasy cAvMBalOT B APYrYH AennTeflbHY0 BOPOHKY BMecTUMOCTbIO 100 cm3, a K BOAHON hase NpuansaroT
15 cM3 YeTbIPEXX/IOPUCTOr0 Yrfepoga M MOBTOPSAOT 3KCTpakumiwo. OpraHmyeckne asbl 00bLEAVHAIOT, a
BOAHYIO (ha3y oTOpackbIBatoT.

Kob6beanHeHHOW opraHnyeckoli hase npunmealoT 20 CM3NPOMbIBHOIO pacTBopa, BCTPAXUBAOT
BOPOHKY 30 c. BogHyto hasy oTbpacbiBalOT, a K opraHuM4yeckoi tase npunmatoT 15 cM3 BoAbl K
CHOBa BCTPSAXMBAIOT BOPOHKY 2 MUH. OpraHuyeckyto hasy CmMBarlT B PYryHo AeNUTe/IbHY0 BOPOHKY
BMecTUMOCTb0 100 cm3, a BOAHYt (ha3y MEpeHOCAT B MepHYH Konby BMeCcTUMOCTbi 50 cm3.
PeskcTpakuuio BoAol NOBTOPSIOT, OpPraHnYeckyt asy oTbpacbiBaroT, a BOAHYK a3y npucoegmn-
HAIOT K pacTBOpPY B MePHOW Konbe.

B konby fo6aBnsAl0T Mo Kanasm pacTBOp MapraHL0BOKWCAOrO Kaiust A0 MOSABAEHWUS yCTORYM-
BOli PO30BOI OKpacky U 4 cM3 peakUUOHHOM CMecu, MoMeLlaT Konby ¢ pacTBOPOM Ha KUMALLYHO
BOASHYHO 6aHio, BblAepXuBalT 15 MUH, OoXxnaxjawT, LONMBAKOT 4O MeTKM BOAOA W U3MepsAT
CBETOMOr/IOWEHHe pacTBOpa Ha cnekTpodoTomMeTpe npu AAuHe BOAHbI 610 mam S40 HM wnm Ha
(hOTO3NEKTPOKOMIOpMETPE B AnanasoHe AnAuMH BoNH 590—640 wnm 820—860 HM, Mcnonb3ys B
KayecTBe pacTBopa CpaBHeHUS BOAy.

Maccy MbllbsiKa B pacTBope Npobdbl HAXo4AT MO rpagyvpoBOYHOMY Fpadnky.

4.5 O6paboTKa pe3ynbTaTOB aHam3a
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MaccoByo 0110 MbilbsiKa B Npo6e X, %, BbIYMCASIOT No (opmyse

_ (Al-AL) )
X= A 100.

rie \1t — Macca MbilWbsika B pacTBOpe Mpoobl, T;

AlK— Macca MbllwbsKa B pacTBOpe KOHTPO/IbHOIO ONbITa, TI;

A/ — macca HaBecKu npoobl, T.
4.6 KOHTpONb TOYHOCTU aHa/In3a
KOHTPO/Ib METPOIOrNYECKUX XapaKTepUCTUK pe3ybTaToB aHanmsa nposogaT no MFOCT 13047.1.
HopmMaTuBbl KOHTPOAA M MOrPeLHOCTb MeTofa aHanm3a nprBedeHbl B Tabnuue |.

Ta6nuya | —HopmaTuBbl KOHTPONS U NOFPELIHOCTb METOAA aHanM3a
B npoueHTax
[Jonyckaemble Jonyckaemble
PaCXOMKAEHN PaCcXOMEHN [Lonyckaemble
MaccoBas /e Pe3ynbTaToB ABYX pesyribTaToB Tpex PacXoXaeHns ByX MospetuiHocrt %lem,qa
MbILLIBAKA napayeNbHbIX napaeNbHbIX pesy/bTaTe aHaM3a o aHanmsa
onpeeneHnin a2 onpegeneHnin
0,00010 0.00004 0,00005 0.00008 0.00006
0.00030 0,00006 0.00007 0.00012 0.00008
0,00050 0,00007 0,00008 0,00014 0.00010
0,00100 0.00015 0.00018 0,00030 0,00021
0,0030 0,0005 0,0006 0.0010 0.0007
0,0050 0.0007 0,0008 0.0014 0,0010
0.0100 0.0010 0.0012 0.0020 0,0014

5 ATOMHO0-a6COpPOLMOHHBIA METOA

5.1 MeTog aHanM3a

MeTof ocHOBaH Ha M3MepeHUN MNOTJIOWEHUA NPY ANVHE BOSHLI 193,7 HM pPe30HaHCHOr0 M3yyYeHus
aTomaMu MbilbsKa, 06pasyoMMNCA B pesynbTaTe 3/1eKTPOTEPMUYECKON aToMM3aLmMn pacTeopa npoosbl.

5.2 CpefcTBa M3MepeHWiA, BCrioMoraTe/ibHble YCTPOACTBa, MaTepuasibl, peaKTuBbl, pacTBOpbI

ATOMHO0-a6CcOp6LIMOHHBIN ceKTPodoTOMETP, 06ecneunBatoLLNiA MPOBeAeHNe U3MepPeHUIi C 31eKTPo-
TEPMUYECKOM aToMM3auuneld, KOPPEKLMIO HECeNeKrMBHOIO MOr/OWEHNA U aBTOMATM3MPOBaHHYH0 nogady
pacTrnopa B aTomMm3aTop.

Namna ¢ nofbIM KaTogom unu 6e33neKTpoAnas rasopaspsigHas namna ans Bo3by>KAeHWs crnekTpasib-
HOW NNHUW MbILbSKA.

AproH rasoobpasHbiii no MOCT 10157.

DunbTPbl 06€330/1eHMble N0 11J UK apyrue cpegHed NAOTHOCTU.

Kucnota asotHaa no FOCT 4461, npu HeoOXOAMMOCTW OYMLLEHHAs MEepPeroHKOW, waM Mo
FOCT N125, pasbasneHHaa 1:1, 1:9, 1:19.

Hatpusa rugpookucs no NOCT 4328.

Mopowwok Hukenesblli Mo MOCT 9722 wnm cTaHAapTHBIN 06paseL, cocTaBa HUKeNs C YyCTaHOB/IEHHOM
MaccoBOW fonein Mbilbsika He 6onee 0.0001 %.

KobanbT no FOCT 123 nnm cTaHgapTHbIA 06pa3eH cocTaBa KobasibTa C YCTaHOB/IEHHOM MaccoBOM
fonei Mbilwbsika He 6onee 0.0001 %.

MbIwbskK no |3].

Hatpwuii opToapceHuT no |4].

Mbiwbska (111) okeng.

PacTBopbl MbILLbsIKa N3BECTHOM KOHLEHTpaLmu.

PacTBop A maccoBoii KOHUEHTpaummn Mbiwbsika 0,0001 r/cmMm3 13 MbllbsIKa: HAaBECKY MbILbsiKa Maccoi
0,1000 r nomeLLat0T BCcTakaH BMeCTUMOCTbO 100 cmM3 npunmnsatoT 20 cM3a30THOM KUCNOTbI, pa3baB/ieHHOM
1:1, pacntopsoT cHavana 6e3 HarpeBaHus, 3aTeM HarpeBatoT A0 NOJIHOr0 PacTBOPEHUS, NEPEBOAAT PacTBop
B MepHYt Konby BmecTMMOocTbio 1000 cm3, npuameatloT 50 cM3 a30THOM KWUCNOTbI, pasbaBneHHolr 1:1, m
[ONVBaOT 40 METKW BOAOMN.

PacTBop A MaccoBOl KOHLeHTpauum Mmbilbsaka 0.0001 r/cmM3 n3 okcmaa mbiwbska (111): HaBecky
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okenga mbiwbska (111) maccoli 0.1320 r nomeLlaroT BCTakaH BMeCTUMOCTbi0 100 cM5 pacTBOPSIHOT HaBECKY
B 10 cM' pacTBOpa MUPOOKMCU HATpWsA, NPUANBAIOT Body A0 40 cM3, MepeBOAAT PacTBOP B MEPHYHO KONby
BMecTMMOCTblo 1000 cm\ npunumBaioT 100 cmM3 a30THOW KUCNOTbI, pa3baBneHHOM 1:1, oxnaxpawT U
[JONMBAOT 40 METKM BOLOMA.

PacTBop A MaccoBO KOHLEHTpaumu Mbiwbska 0.0001 r/cm3 n3 opToapceHUTa HaTpUA: HaBECKY
opToapceHMTa HaTpus maccoii 0,2560 I MomeLLatoT B CTaKaH BMeCTMMOCTbIO 250 cM3 pacTBOPSIKOT COMb B
50 cM* BOfbl, NMEPEBOAAT PacTBOp B MEPHY Konby BMecTMocTbio 1000 cM3, nmpuamsatoT 50 cM3 a30THOWA
KWUCNOTbI, pa3baBneHHoM 1:1, fONMBAIOT 40 METKW BOLOWA.

PactBop B MaccoBoii KOHUeHTpaumMum Mblwbska 0,00001 r/cM3: B MepHYH Konby BMECTMMOCTbHO
100 cm3oT6mpatoT 10 cm' pacTBopa J1 M JONIMBAOT 40 METKM a30THOW KUCIOTOW, pasbasneHHOW 1:19.

PactBop B maccoBoil KoHUeHTpauumn Mmbliwbska 0.000002 r/cm': B MepHyH K016y BMeCTMMOCTbIO
100 cm3 oT6MpatoT 20 cMm' pacTBopa B 1 gonvBatoT 4O METKM a30THOM KMCNOTOM, pasbaBneHHol 1:19.

5.3 lMoarotoBKa K aHanusy

5.3.1 Ona rpagynpoBoyvHoro acguka 1 npy onpegeneHUN MaccoBbIX [OSIEA MbllbsiKa He 6onee
0.0010 % B cTakaHbl BMeCTUMOCTbI 250 cm3 momelLatoT HaBecku Maccoit 1,000 r npo6 HWKeneBoro
nopoluka uam KobanbTa uAM CTaHAapTHOro obpasua cocTaBa HUKeNs UM KobanbTa C yCTaHOB/IEHHOW
MaccoBOi foneli Mbllbsika. UMCN0 HaBeCOK AO/HKHO COOTBETCTBOBATb UMCMY TOUEK FpPafyMpOBOYHOrO
rpamka, BK/OYass KOHTPO/bHbIW OMbIT.

HaBeckun pacTBopsitoT npu HarpeBaHuu B 15—20 cM3a30THOW KMCNOTbI, pasbaBneHHon 1:1, KMNATAT
2—3 MUH. Tpy MCNoNb30BaHWM HUKENEBOro MOPOLLKA PacTBOPbl (MUALTPYIOT 4epes (uabTpbl (KpacHas
nnmn Genas neHTa), NpeLBapuTe/IbHO MPOMbITble 2—3 pasa a30THOM KUC/I0TOM, pasbaBieHHon 1:9. huabTpbl
NpomMbIBalOT 2—3 pasa ropsiveil Bogoii. PacTBopbl BbinapusatoT 40 06bema 5—7 cm', npunusatoT 40—50 cm3
BO[lbl, HArpeBaloT [0 KUMEHUSA, OXIOKAAIOT N NepeBOAAT B MepHble Ko/16bl BMeCTUMOCTbIO 100 cMm3.

B konbbl oT6mpatot 0,5; 1.0; 2,0; 3,0; 4,0; 5,0 cm3pacTBopa B. B K06y ¢ pacTBOPOM KOHTPO/ILHOIO OMbITa
pacTBOp MbILWbAKA He BBOAAT, AO/IMBAIOT O METKU BOZAON U M3MepAtoT abcopbumio, Kak yKasaHo B 5.4.

Macca MbilwbsKa B pacTBopax gns rpagynposku coctasnset 0.000001; 0,000002; 6.000004: 0.000006;
0,000008; 0.000010 r.

5.3.2 lna rpagyvmpoBOYHOro rpadmka 2 Npu OMpejeneHWM MaccoBbIX [0Neli MbllbsiKa CBbILe
0.0010 % B MepHble KONbbl BMecTUMOCTbIO 100 cm3 0TbupatoT no 10 cm' pacTBopa KOHTPO/IbHOMO ONbITa,
NoAroToaseHHoro. Kak ykasaHo B 5.3.1, BBogdat 0,5; 1,0; 2,0; 3,0; 4,0; 5.0 cm' pacteopa B, B 0gHY 13 Kon6
C PacTBOPOM KOHTPO/IbHOrO OMbITa PacTBOP MbIlbsKa He BBOAAT, AONMBAOT 40 METKMN a30THON KMCNOTOM,
pasbaBneHHoW 1:19, n n3mepstoT abcopbLmio, Kak ykasaHo B 5.4.

Macca MblilbsiKa B pacTBopax A1 rpagympoBkun ykasaHa B 5.3.1.

5.4 TpoBefeHve aHanmM3a

B cTakaH BMecTUMOCTbI0 250 cM’ MOMeLLaloT HaBecKy Npobbl Mmaccoi 1,000 r, npunamsarT 15—20 cm3
a30THOM KUCMOTbI, pasbaBneHHon 1:1. pacTBOPAIOT Npu HarpesaHuu, BbiNapuBaloT 40 06bema 5—7 cm’,
NepeBoAsAT B MEPHYHO K016y BMeCTMMOCTBHO 100 cM3, oxnaxaatoT, 4ONMBaAKOT 40 METKM BOAOMN.

Mpy maccoBoli gaTe Mblbska cBbiwe 0.0010 % B MepHyt0 Konby BmecTMmocTbio 100 cm3 oT6upatoT
Q/IMKBOTHYHO YacTb pacTBopa 06bemom 10 cM3 1 AaTMBAKOT 40 METKM a30THOM KUCNOTON, pasbaaTeHHon 1:19.

M3mepsatoT abcopbumio pacteopa Npobbl 1 COOTBETCTBYOLLMX PACTBOPOB 15 FPafyMpoBKN NPU L/INHE
BO/MHbI 193,7 HM, WMpuHe Wwenn He 6onee 2,0 HM C KoppeKLmeli HeceneKTUBHOMO MOr/OWeHNs B TOKe
aproHa He MeHee ABYX pa3, NnocsefoBaTe/lbHO BBOAA MX B aToMM3aTop. B 3aBMCMMOCTM OT Tuna CrnekTpo-
thoTomMeTpa MoA6MpardT ONTUMa/IbHbIN 00bEM pacTBOpa, BBOAUMbIM B aTomu3atop, oT 0,010 go 0,050 cm3
1AM ONTMMa/IbHOE BPeMs a3p0o30/1bHOr0 pacnblfieHns pacteopa oT 540 50 ¢. NpombIBalOT cUCTEMY BOAOWA,
NPOBEPSAIOT HYJEBYI TOUKY M CTabUIbHOCTbL FPafyMpoBOYHOr0 rpacduka. s nNpoBepKu Hy/eBON TOUKM
MCNO/b3YT PacTBOP COOTBETCTBYIOLLEr0 KOHTPO/IbHOIO OMbITa, MOArOTOB/EHHbIN, KakK yKasaHo B 5.3.

Mogbop oNTMMabHbIX TEMMEPaTypPHbIX PEXMMOB AN aTOMU3aTopa NPOBOAAT WMHAMBUAYaNbHO ANS
NPYMEHAEMOr0o CreKTPogoTOMeTpa MO pacTsopam ATS rpafyMpoBKW. PeKoMeHAyemble YC/0BUS pabdoTbl
aTtoMmsaTopa yKasaHbl B Tabnuue 2.

Tabn nwua 2—Ycnosma paboTbl aTomusaTopa

HavnmeHosaHue cragum Temnepa!) pa. 'C Bpewms, ¢
Cyuika 150—160 2-20
O3o0ncHue 400-600 10-20
ATOMUYanus 2300—2400 4-5
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Mo 3HaveHnsIM abcopbumm pacTBODSB AN FPajyVPoBKM U COOTBETCTBYIOLLMM MM Maccam MblLllbsKa
CTPOSIT rPafyMpoBOYHbI/ rpaduK.

Mo 3HauyeHuto abcopbumm pacTBopa NPo6bl HAXOAAT Maccy MbllbsAKA MO COOTBETCTBYHOLLEMY
rpafyvpoBOYHOMY rpaduKy.

5.5 O6paboTka pe3ynbTaToB aHa/M3a

MaccoByto 0110 MbilbsKa B Npobe X, %, BbIYMCAAIOT N0 hopmye

VK
X = 100, @
rge Mx— macca Mbllbsika B pacTBope npobbl, T;
K — KoahhuumeHT pasbaBneHns pactsopa Npoodbl:

M — macca HaBecku npobbl, T.
5.6 Kowwrponb TOYHOCTM aHanM3a
KOHTpPO/Ib METPOIONMYECKUX XapaKTEPUCTUK pe3ynbTaTtos aHanmsa nposogat no MOCT 13047.1.
HopmaTvBbl KOHTPONS Y NOrPeLUHOCTb MeToda aHanmnsa npusefeHbl B Tabnuue 1

MPNNOXEHWE N

(cnpaBo4Hoe)
Buénvorpadus
1M TY 6-09-1678—95* PunbTpbl 06e370/eHHbIE (KpacHas, 6enas, CUHAS NEHTbI)
(21 TY 6-09-05808009-262-92* >Xene3o kap6oHUNLHOE OC. Y. 13-2. 0C. Y. 6-2
3] TY 113-12-112—389 MbILWbSK MeTanIMYecknii 4ns NonynpoBOAHUKOBLIX COEAMHEHWIA OC. Y.
4] TY 6-09-28-01—81 HaTpwii opToapcCHUT |-BOAHbIN

* [leiicTBYeT Ha TeppuTopun Poccuiickoii ®efepauum.

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

KntoueBble CNOBa: HWKeNb, KOBa/bT, MbILUbSK, XMMUYECKMIA aHaNn3, MaccoBas fO/1s1, CPEACTBA U3MEPEHWIA,
pacTBOp, peakTvB, Npoba, rpafyvpoBOYHbIA rpaduK, NOrpeliHOCTb, HOPMaTMBbI KOHTPOS

Pepaktop 1.1. Haxumosa
TexHuyeckunii pegaktop B.W. Mpycakosa
KoppekTtop B.E. HecTeposa
KomnbloTepHasa ucpctka A H. 3onoTapeBoii

MoagnucaHo B neyats 13.03.20W. dopmat 60x84'/». bymara opceTHas. [apHutypa TaHmc. [leyaTb odpceTHas.
Ycn.ncyn. 0.93. Yuy.-uta.n. 0.65. Twupax 29 gka. 3ak. 97. C 2SS9.
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