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Mpepucnosue

Llenn, oCHOBHbIe MPUHLMNbLI 1 NOPSAOK NPOBEAEHUSI PabOT NO MEXrOCYAapCTBEHHOW cTaHAapTu3auum
yctaHoBsieHbl TOCT 1.0—92 «MexrocygapcTBeHHas cuctema ctaHgaptusauuv. OCHOBHblE NOJIOXEHUA» U
[OCT 1.2—2009 «MexrocygapcTBeHHas cuctema ctaHgaptusauun. CtaHgapTbl MEXIOCYAapCTBEHHbIe, npa-
BU/1a 1 peKOMEHAALMN N0 MeXrocyAapCTBeHHON cTaHfapTu3aumu. Mpasuna paspaboTku, NPUHATUSA, Npume-
HeHVs. O6HOB/IEHUSA N OTMEHbI»

CBefeHusa o0 cTaHgapTe

1 PA3PABOTAH MexrocyfapCTBEHHbIMW TEXHUYECKMMU KOMUTETaMu Mo cTaHgapTtusaumm MTK 501
«Hukonb» n MTK 502 «KobanbT»

2 BHECEH ®epgepasibHbiM areHTCTBOM MO TEXHUYECKOMY peryivpoBaHuio u Metposnorum (PocctaH-
AapT)

3 MPUHAT MexrocygapcTBeHHbIM COBETOM M0 CTaHAapTM3auun, MeTponorum n ceptudukaumm (npoTo-
kon ot 20 okTA6psa 2014 r. Ne 71-1)

3a npuHATNE NPOrosIocoBasIn:

KpaTkoe HavMeHOBaHMe CTpaHbl Kog, cTpaHbl CokpalleHHOe HaMMEeHOBaHVe HaLMOHaIbHOro opTaHa
no MK (UCO 3188) 004-97 no MK (MCO 3166)004-97 no cTaHAapTusaLmu

Azepb6aiigxaH A2 A3cTaHpapt

ApmeHus AM MuHakoHoMpasBuTua Pecny6nukn ApmeHunsa

Benapycb BY FocctaHgapTt Pecnybnukn Benapycb

Ipysua GE Fpy3cTtaHgapT

KasaxcTtaH K2 FocctangapT Pecny6nukn KasaxcrtaH

Kuprusus KG Kbipreisctangapt

Poccusa RU PoccTtaHgapt

TapxuknctaH TJ TapxukctaHgapT

Y3b6ekncTtaH uz Y3ctaHgapTt

4 Mpukasom PefepasibHOrO areHTCTBa MO TEXHWYECKOMY PerynvpoBaHuilo 1 MeTposiorumn ot 24 nioHs
2015 r. No 816-cT mexrocyaapcTBeHHblli ctTaHgapT FOCT 13047.18— 2014 BBefeH B AelicTBME B KauecTBe Ha-
LuunoHanbHoro ctaHgapTta Poccuiickoin degepaumu ¢ 1 aHBaps 2016 r.

5 B3AMEH N'OCT 13047.18—2002

MHdopmaLmsi 06 M3MEHEHNWSIX K HACTOSLLeMY cTaHAapTy Ny6AnKyeTcsi B eXXerogqHoM UH(opMaLMoH-
HOM yKa3aTefie «HauuoHaslbHble CTaH4apThi», & TEKCT W3MEHEeHW i U NONPaBoK — B €XEeMeCSAYHOM UH-
¢hopmaLuoHHOM yka3aTene «HaumoHanbHble cTaHAapThl». B cnyyae nepecmMoTpa (3amMmeHbl) U OTMEHbI
HacTosllWero cTaH4apTa COOTBETCTBYIO L ee YBeOM/IeHNe 6y 4eT ony6/IMKOBaHO B €XEMECAYHOM UHADOP-
MaLMOHHOM yKa3aTesie «HaunoHanbHble cTaHAapThi». COOTBETCTBYIO L as UH(hopMaLsi, yBEAOM/IEHNE 1
TEKCThbl pa3MeLialnTcs Takke B MHDOPMALMOHHOM cuctemMe 06l ero nonb3oBaHns — Ha ouLManIbLHOM
caliTe ®efepasbHOro areHTCTBA MO TEXHUYECKOMY PETy/IMPOBAHNI0 U METPONIOTUMN B CeT MHTepHeT

© CraHgapTuHdgopm. 2015

B Poccwiickoil ®efiepauum HacTosLLUil CTaHAAPT He MOXET ObITb MOSIHOCTbIO UM YACTUYHO BOCNPOU3Be-
[EH. TMPaX1poBaH U PacrnpocTpaHeH B KayecTBe OhMLMaNbHOMO U3fgaHnst 6e3 paspelueHusi PegepasbHoro
areHTCTBa Mo TEXHUYECKOMY PEeryiMpoBaHuio 1 MeTposiorim
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rocyaA@PGCTUBETHH®bB 1 C TAHOAPT

HWKE/Nb. KOBANBT
MeToabl onpefeneHns Mbllbsaka

Nickel. Cobalt. Methods for determination of arsenic

fata BBegeHns — 2016—01—01

1 O6nacTb NpUMeEHeHUs

HacToswumin ctaHgapT ycTaHaBAMBaeT CNeKTPOYOTOMETPMUYECKNA U aTOMHO-a6COPOLMOHHbIV MeToAb!
onpeaeneHns mblwbsaka (NP MaccoBoi fone Mbiwbska oT 0,0001 % o 0.010 %) B NEPBUYHOM HUKENE MO
OCT 849. HukeneBoM nopoluke no FOCT 9722 n kobanbTe no FOCT 123. B kauecTBe apbUTpPaxHOro Metoaa
MCNONb3yeTcs aTOMHO-abCopPOLUMOHHBIN MeToA.

2 HopmaTtuBHbIe CChIIKK

B HacToswWwem ctaHAapTe UCno/sib3oBaHbl HOPMAaTUBHbLIE CCbINIKU Ha cneayoLline ctaHgapTbl:

rocT
rocT
rocT
FOCT
rocT
roCcT
FOCT
rocT
rocT
FOCT
roCT
roCcT
roCcT
rocT
rocT
roCcT
rocT
rocT
roCcT
rocT
rocT

123—2008 KobanbT. TexHuyeckne ycnoBus

849—2008 Hukenb NnepBUYHbIA. TEXHUYECKUE YCI0BUSA

3118—77 Peaktusbl. Kucnora consaHas. TexHnyeckue ycnosus

3760—79 PeakTuBbl. AMMUaK BOAHbIA. TEXHUYECKNe yCnoBus

3765—78 PeakTviBbl. AMMOHUIA MOIMG64EHOBOKUCIILIA. TexHnYeckme ycnosus
3773—72 PeakTuBbl. AMMOHWIA XTOPUCTBINA. TeXHUYeckme ycnosus

4204— 77 PeaktuBbl. Kucnota cepHas. TexHuyeckve ycnosus

4232—74 Peaxtusbl. Kanuii noguctblii. TexHnueckme ycnosus

4328—77 Peaktusbl. HaTpua ruapooknck. TexHnveckune ycnosus
4461—77 PeaktuBbl. Kucnota aszoTHasa. TexHuyeckme ycnoBus

5841—74 PeaktuBbl. [MapasvH CEpPHOKNCIbIN

9722—97 MopoLIoK HUKeNeBbIli. TEXHNYECKUEe YCNOBUSA

10157—79 AproH razoo6pasHblii 1 XXUAKNA. TeXHUYeckne ycroBus
11125—84 KucnoTa a3oTHas 0co60i YMCTOTbl. TEXHUYECKWE YCOBUSA
13047.1—2014 Hukenb. Kobanbt. ObLme TpeboBaHMA K MeTogaM aHannsa
14261—77 KucnoTa consiHas 0co60i UncToTbl. TEXHUYECKUE YC/I0BUSA
17746—96 TuTtaH rybuatblii. TexHnyeckme ycnosus

18300—87 CnupT 3TUIOBbIV PEKTUIMKOBAHHbIA TEXHUYECKUIA. TEXHUYECKMNE YCNOBUS
20288—74 PeakTuBbl. YI1epog YeTbIpeXX/I0PUCTbIA. TeXHUYecKne ycnoBus
20490—75 PeakTuBbl. Kanuii mapraHLoBOKNCbIA. TeXHUYECKME YCOBUSA
24147—80 AMMMaK BOAHbIi 0COBOI YMCTOThI. TEXHUYECKUE YCNOoBUSA

MpunmevyaHune — MNpy NONL30BAHNM HACTOSWMNM CTAHAAPTOM Liefiecoo6pasHo NpPoBepuTh JeliCTBMUE CChINOY-
HblX CTaH4apToOB B WH(OPMAaLMOHHOW cucteme ob6Wero nonb3oBaHWs — Ha oduunanbHom calite PegepanbHOro
areHTCcTBa Mo TeXHUYEeCKOMY PerynpoBaHnio 1 MeTPOIOrn B CeTU VIHTEPHET UM MO eXEerojHoMy MH(POPMaLNOHHOMY yKa-
3aTeno «HaynoHanbHble cTaHfapThl», KOTOPbIA ONYy6/IMKOBAH MO COCTOSIHUIO Ha 1 AHBapA Tekyliero roga, v no Bbinyckam
eXeMeCcAa4YHOro nHopMaLMoHHOro ykasaTens «HaynoHanbHble cTaHAapThl* 3a Tekywuii rog. Ecnum ccbiNoyHbll ctaHaapT
3aMeHeH (M3MeHeH), TO NPU N0Mb30BaHUN HACTOSAWMUM CTaHAapTOM cneAyeT PyKOBOACTBOBATHCSA 3aMeEHSAOWMUM (M3MEHeH-
HbIM) CTaHAapTOM. EcCnn cCbi/IOYHbI CTaHAapT OTMeHeH 6e3 3aMeHbl, TO NOSI0XeHNe, B KOTOPOM faHa CCbl/ika Ha Hero
NPUMEHAETCA B 4aCTU, He 3aTparuBaloLieii 3Ty CCbIIKy.

N3gaHne oduymnanbHoe
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3 O6wume TpeboBaHMA N TpeboBaHMA 6€30NacHOCTK

O6Lwue TpeboBaHUs K MeETOAAM aHanu3a, ka4yecTBy UCMONb3yeMOI ANCTUI/IMPOBaHHON BOAbl U nabopa-
TOpHOI Mocyabl 1 TpeboBaHNss 6e30MacHOCTM Npu NnpoBegeHun pabot — no NOCT 13047.1.

4 CnekTpod)OTOMETPUYECKNIA METOA,

4.1 Metopn aHanusa

MeTof ocHOBaH Ha M3MepeHnn CBeTONOrNOoLEeHNA Npu AnnHe BofHbl 610 nnn 840 HM pacTBopa MblLlbA-
KOBO-MO/IM64E€HOBOr0 KOMM/IEKCHOTO COeANHEHUS, BOCCTAHOB/IEHHOTO CEPHOKMC/TbIM rnapasvHom. Mpeasapu-
TEIbHO MbIWbAK BbIAENAT Ha T[MAPOKCUAE XKenesa W3 aMMuadHol  cpefpbl, 3aTeM 3IKcTpakuuel
4eTbIPexXx10pUCTbIM YINepoaoM B BUAE MOALAHOTO KOMMIEKCHOTO COeAUHEHUS N3 CONSTHOKUCIION cpefbl.

4.2 CpepcTBa M3MepeHuid, BCnomMorateibHble YyCTpolicTBa, MaTepuasbl, peakTuBbl U pacTBOpbI

CnekTpohoTOMeTp Un hoTO3NEKTPOKOIOPMMETP. 0becneynBaoLWwuii NpoBeaeHNe n3MepeHuii B gmana-
30He AJ1MH BOMIH oT 600 o 850 HMm.

®unbTpbl 06€330M€EHHbIE NO [1] UK gpyrue NAoTHble OUALTPbI.

Kncnota asotHas no MFOCT 4461, npy HE06XOAMMOCTM OYMLLEHHAst NEpPEeroHkoi, unn no FOCT 11125,
pa3baBneHHas 1:1.

Kncnota conaHas no MOCT 3118. npu HeO6X0AMMOCTY OuMLLEeHHAA neperoHkoi, uav no NOCT 14261,
pasbaBneHHasn 1:1.

Kucnota cepHas no FOCT 4204. pa3basneHHas 1:1, 1:3 n 1:15.

AmMmMunak BogHblii no FOCT 3760. npu HE06X0AMMOCTM OUULLLEHHBIA, Unn no TOCT 24147. pa3baBneHHbli
1:19.

HaTpus ruagpookmck no FOCT 4328. pacTBOp MaccoBoii kKoHueHTpauun 0.04 r/cm3

AMMOHWMIF xnopucTelii no FOCT 3773.

CnumpT aTunosblii no FOCT 18300.

AMMOHUI MonnbaeHoBokuc bl no FTOCT 3765. nepekpucTan/iM30BaHHbI, pacTBOP MacCOBOW KOHLEH-
Tpauuu 0,01 r/cm3.

AMMOHWI MONTIMGAEHOBOKUCIbIV NEPEKPUCTaNIN30BaHHbIV TOTOBAT CleayoWwmnM 06pa3omM: HaBecky Mo-
NM6AEeMOBOKMCIOro aMMoHust Maccoli 70,0 r nomelLaioT B cTakaH BMecTumocTbio 600 nnmn 1000 cm3, npunusa-
0T 400 cM3 AMCTUNNNPOBAHHOW BOAbI, PACTBOPAIT Npu HarpeBaHun ot 70 °C go 80 5C, dmnbTpyloT yepes
unbTp (6enas uan CUHAS NeHTa), HarpesalT U UALTPYIOT ele pa3. K ropsyemy pacTBopy npunausaioT
250 cM33TW/I0BOrO CNUPTA, OX/TaXAaoT, BblAEPXMNBAKOT HE MeHee 14 1 0T(IUIbTPOBLIBAIOT KPUCTaINYECKUIA
ocafloK Ha hapchopoByo MUNLTPYIOLLYI0 BOPOHKY. Ocafok NpoMbIBalOT ABa-TPW pasa 3TU/I0BbIM CNMPTOM MO
20—30 cm3u BbICYLUMBAIOT Ha BO34yXxe.

MmapasnH cepHokmcnbliA o FTOCT 5841. pacTBOp MacCOBOI KOHLUEHTpaUMU rmagpasnHa CepHOKMUCIOro
0.0015 r/em3

PeakLoHHY0 CMeCb rOTOBAT CriefytoLnum 06pa3om: B MEPHYIO Koniby BMecTumocTbio 100 cm3npunusa-
toT 50 cM3 pacTBOpa MONUGAEHOBOKUCIOTO aMMOHKSA, 5 cM3 CEPHOKUCNOTO rmapasnHa 1 0BOAAT A0 MeTKu
ANCTUNNNPOBAHHO BOAOIA.

Xeneso kapboHWIbLHOE N0 (2) UK Apyroe xeneso, cogepxaliee He meHee 99.9 % OCHOBHOrO BeLLecTBa.

PacTBop mMaccoBoii koHUeHTpauuu xenesa 0.01 r/cM3 roToBAT cfiefyoWmnm 06pa3om: HaBECKY Xenesa
maccoii 10.000 r nomeLLaroT B cTakaH BMeCcTMMOCTbo 600 cm3 npunueatoT no 20—25 cm30T1 150 go 200 cm3
a30THOI KNCNOTbl, pa3basneHHo 1:1. pacTBOPAOT NPW HArpeBaHUM, OXNaXAAI0T, MEPEHOCAT B MEPHYIO KON6Y
BMecTMMOCTbio 1000 cM31 fOBOAAT A0 METKN AUCTUNNPOBAHHON BOAOI.

[ns npuroToBneHns pacTsopa xesnesa [oMnyckaeTcsl UCNOMb30BaTb Apyrne BellecTsa, obecneynsaro-
Lme ycTaHOB/IEHHOE 3HaYeHVe KOHTPOJIbHOro OnbITa.

Kanwuin mapraHyosokucablii no FOCT 20490. pacTBOp MaccOBOW KOHLEHTpaLWK Kanus MmapraHLoBOKMC-
noro 0.01 r/cm3.

Kanui iiogucTbiii no FOCT 4232.

PacTBop MaccoBoWi KOHUeHTpauun kanus inoguctoro 0.02 r/cM3B COMIAHON KNCNOTE rOTOBAT CAeAyoLnM
06pa3om: HaBecKy ioamcToro kanust maccoil 10,0 r nomeLatoT B cTakaH BMeCTMMOCTbo 600 unm 1000 cm3,
pacTBopstoT B 500 CM3CONAHON KUCNOTbI, MEPEHOCAT B ie/IMTE/TbHYI0 BOPOHKY BMeCTMMOCTbio 1000 cm3, npu-
nmBaloT 25 cM3 YeTbIPEXXI0PUCTOrO yriepoaa, BCTPAXMBAIOT 2 MUH. OpraHuyeckyto a3y oTépachiBaloT K
MOBTOPAIOT 3KCTPaKLUIO.
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MpoMbIBHOV pacTBOP rOTOBAT CrieAyLWnM 06pa3oM: cMelumBaloT 3 06bema pacTeopa WoANCToro Kanms
1 1 06bEM AUCTUNNNPOBAHHON BOAbI.

TwuTaH ry6yateiii no FOCT 17746.

PacTBop MaccoBoii koHLeHTpauun TutaHa 0.02 r/cM3roToBAT criedytolmM 06pasoM: HaBecky rybuaroro
TMTaHa maccoii 2.000 r noMeLarT B K016y BMECTUMOCTbI0 250 cM3C¢ 06paTHbIM X0/I04UIbHUKOM, NPUIMBAOT
40 cm3cepHoit KncnoThl, pa3basneHHo 1:1, pacTBOPSAT NPW HarpeBaHWU, OXTaXKAAI0T, MEePEHOCAT B MEPHYIO
Konby BMecTumMocTbio 100 cM3 1 f0BOAAT [0 METK/ AUCTUNIMPOBAHHON BOAOIA.

Yrnepog yeTblpexxaopuctblii no FOCT 20288.

MbiwbsAkK no [3].

HaTpwin opToapceHuT no [4].

Mbiwbska (I11) okewng,.

PacTBOpbl MbilWbsAKa N3BECTHOW KOHLEHTpaLM.

PactBop A MmaccoBoii KoHUeHTpauny Mblwwbska 0,0001 r/cm3K3 Mbllbsika roTOBAT C/ieAyoLWMM 06pa3oMm:
HaBecKy Mbllbska Mmaccoin 0,1000 r nomeLaroT B cTakaH BMecTMocTbio 100 cm3, npununsatoT 20 cM3a30THON
KMcnoTbl, pa3baBneHHol 1:1, pacTBOPAOT CHaYana 6e3 HarpeBaHus, 3aTeM HarpeBatoT 4,0 NOSIHOro pacTBope-
HUSA HaBeCKM MbllbAka, npunmsaloT 20 cM3cepHoli KUCnoThbl, pa3dbasneHHoi 1:1, BbinapuBatoT 40 BblAeNeHns
napoB CEPHOI KNCNOTbI, OX1aX4atT, NnpuamsatoT oT 40 o 50 cmM3ancTUNIMpPOBaHHOM BOAbl, NEPEHOCAT B Mep-
Hyt0 k0N6y BMecTumMocTblo 1000 cM31 f0BOAAT A0 METKU AUCTUNIMPOBAHHON BOAON.

PactBop A maccoBoii koHUeHTpauun mMbiwbska 0,0001 r/cm3u3 okcnga mbiwbska (II1) rotoBaT cnepyto-
MM obpa3om: HaBecky okcuaa Mbiwbska (1) maccoii 0,1320 r nomeLaoT B cTakaH BMeCTMMOCTbo 100 cm3,
npunusatoT 10 cm3pacTeopa rmapooKUCK HaTpUs, AUCTUNNNPOBAaHHYIO Bogy A0 o6bema 40 cM3, nepeHocsT B
MepHY Konby BMecTuMocTbio 1000 cm3, npuimsatoT 40 cM3cepHOi kucnoTsl, pasbasneHHon 1:3, LOBOAAT A0
METKV AUCTUNIMPOBAHHOW BOAOMN.

PactBop A maccoBoii koHUeHTpauum Mbiwbsaka 0.0001 r/cM3 M3 opToapceHnTa HaTpUs rOTOBSIT Cieayto-
MM 06pa3oM: HaBeCKy opToapceHuTa HaTpusi maccoi 0.2560 r nomeLatoT B cTakaH BMECTUMOCTbI0 250 cm3,
pacTBopsatT B 50 cM34MCTUANNPOBAHHO BOAbl, MEPEHOCAT B MEPHYIO KO0y BMeCTUMOCTbio 1000 cm3 npuau-
BatoT 40 cM3cepHOii KMCNoTbl, pa3baBneHHol 1:3, n 4OBOAAT A0 METKV AUCTUNNMPOBAHHON BOAONA.

PactBop b MaccoBoii kKoHLeHTpauny Mbiwbska 0,00001 r/cM3roToBST crieaylolmnM 06pa3oM, B MEPHYHO
konby BMecTMocTbio 100 cm3nepeHocAT 10 cm3pacTeopa A 1 0BOAAT 40 METKV CEPHOI KUCNOTON, pa3bas-
neHHoi 1:15.

4.3 ToarotoBka K aHannsy

[lns nocTpoeHnsa rpagympoBOYHOro rpaduka B MepHble Konbbl BMecTumocTblo 50 cm3 nepeHocaT 0.5:
1.0; 2.0; 3,0; 4,0 n 5,0 cm3pacTtBopa b. npunvealT AUCTUAMPOBaHHY Boay A0 o6bema 30 cm3, fobaBsoT
no KanasiM pacTBOP MapraHL0BOKUC/IOrO Kanns A0 NosBAEHWS YCTONYMBOI PO30BOI OKpacku. 4 cM3peakunoH-
HoOW cmecu. Konbbl ¢ pacTBOpaMu NOMELLAKT Ha KUMALLYI0 BOASAHYH 6aHto, BblAepXnBatoT 15 MyH, oxnaxaator,
[OBOAAT A0 METKU ANCTUANMPOBAHHON BOAOW M M3MEPSAIOT CBETONOI/OLWEHE TPaaynpoOBOYHbIX PACTBOPOB B
COOTBETCTBUN C 4.4.

Macca Mbllbsika B rpafynpoBoyHbIX pacTBopax coctasnset 0,000005: 0.000010: 0,000020; 0,000030:
0.000040 1 0.000050 .

Mo 3HauYeHMAM CBETONOIOWEHNSA rPafynpPOBOYHbIX PACTBOPOB M COOTBETCTBYIOLMUM MM Maccam Mblllb-
AKa CTPOAT rpafyvpoBOYHbIN rpachvik C y4eTOM 3Ha4YeHUsi CBETOMOI/IOLWEHUS TpadypOBOYHOr0 pacTBopa, noj-
roToB/eHHoro 6e3 BBefeHNA pacTeopa, CoAepxallero MbiWbsk.

4.4 TposefeHne aHannsa

HaBecky npo6bl maccoii 5,000 r (npu MaccoBoii gone Mbiwbska He 60n1ee 0,0010 %) nnu maccoii 0.500 r
(npy maccoBoii 010 Mbllwbsika cBbiwe 0,0010 %) nomMeLyaloT B cTakaH BMecTMMOocTbio 400 nnm 500 cm3, npu-
nusatoT oT 50 o 60 cm3unm ot 15 A0 20 cM3a30THOW KMCNOThI, pa3baBneHHoi 1:1, pacTBOPSAOT Npu Harpesa-
HUK. ynapusaloT A0 o6bema oT 10 o 15 cm3, npunmsaloT AUCTUNNNPOBAaHHYIO BoAy A0 o6bema oT 100 Ao
150 cm3, 2,0 cm3pacTtBopa xenesa, HarpesatoT oT 60 °C go 70 X . npunusatoT ot 7 o 10 cm3ammunaka. Pac-
TBOP NpW NepemeLIMBaHNn NePEHOCHT B CTakaH BMecTUMOCTbio 600 cm3, B KOTOPbLI/ NpeABapuTesibHO nomMe-
watT 1,5 r xnopuctoro ammonmsa 1 100 cm3 ammumaka. CTakaH, B KOTOPOM MNPOBOAWIOCH PacTBOPEHWe,
NPOMbIBAIOT ABa-TPW pa3a ammunakom, pasbasneHHbiM 1:19. PacTBop ¢ ocagkom BblgepxusaoT 20—30 MUH B
TensioM MecTe U YUIbTPYIOT 0CafoK Ha unbTp (KpacHas nam 6enas neHTa).

PacTBopstoT ocagok B 20 cm3ropsiyeii CONsHOM KMCNOTbl, pa3basnerHon 1:1, cobupas dunbTpar B cTa-
KaH, B KOTOPOM NPOBOAW/IOCH BbiNapusaHue, NPomMbIBaloT hunbTp 20 cm3ropayeil AUCTUANNPOBAHHON BOAOIA.

[o6aBnaioT No kannsm pacTsop TUTaHa [0 obecuBeymBaHns pactTsopa v fONONHUTENBHO 2—3 Kanaw.
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[MepeHoCAT pacTBoOp B AeNNTEIbHYI0 BOPOHKY BMECTUMOCTbIO0 250 cm3, npunusatoTt ot 80 fo 90 cm3pac-
TBOpa oamncToro kanus (MonsipHas KOHLEHTPaL s CONSHOM KUCNOTbl B Ae/IMTENbHON BOPOHKE A0/MKHA ObiTh
He MeHee 9 monb/aM3). 30 cM3 YeTLIPEXXIOPUCTOrO Yriepoia v BCTPAXUBAKOT AENUTENbHY BOPOHKY 2 MUH.
OpraHuyeckyto hasy cnvMealoT B Ae/MTeIbHY0 BOPOHKY BMeCTMMOCTbio 100 cM3, a K BOAHOW hase npunvusaioT
15 cM3ueTbIpexxs10pucToro yrnepoga v noBTOPAIT 3KCTpakLmio. OpraHnyeckme gasbl 06beAVHSAIOT, a BOAHYHO
chasy oTbpacbiBatoT.

K 06beauHeHHo opraHuyeckoin thase npunmsatoT 20 CM3NPOMbIBHOTO pacTBoOpa, BCTPAXMBAKT BOPOHKY
30 c. BogHyto chasy oT6pachiBaloT, a K opraHuyeckoit hase npunmsalT 15 cM3 AUCTUNNMPOBAHHON BOAbl 1
BCTPSAXUBAIOT AeNUTENbHYI BOPOHKY 2 MUH. OpraHuyeckyto casy cnvBalT B APYryo AeNTeNbHYI0 BOPOHKY
BMeCTMOCTbI0 100 cm3, a BoAHYHO hasy NepeHoCHAT B MepPHYI0 kK0n16y BMECTUMOCTbI0 50 cM3. PeakcTpakuuio
AUCTUNNNPOBAHHOI BOAOI NOBTOPSIOT, opraHuyeckyto dpasy oTépachkiBatoT, a BOAHY a3y NpucoeuHsIioT K
pacTBopy B MepHOI konbe.

B konby f06aBnsAoT No Kanasam pacTBop MapraHL0BOKUCIONO Kanvs A0 NOSBAEHNS YCTOWYMBOW PO30BO
oKpacku n 4 cM3peakuUrnoHHOl cMecu, NOMeLLalT Koy C pacTBOPOM Ha KUMSLLYH0 BOASHYIO 6aHIo, BblaepXu-
BaloT 15 MVH. OXNnaxaaloT, LOBOAAT A0 METKMN AUCTUANNPOBAHHON BOAOV U M3MEPSAIOT CBETOMNOrOoLLeHne pac-
TBOpa Npo6bl Ha cNekTpodhoToMeTpe Npu AnvHe BoHbl 610 nnn 840 HM UM Ha POTO3NEKTPOKOIOpUMETPE B
AnanasoHe AnuvH BosH OT 590 Ao 640 nnm oT 820 fo 860 HM. UCMONb3yA B KayecTBe pacTBopa CpaBHEHWUSA
AVNCTUNNIMPOBAHHYIO BOZY.

Mo 3Ha4YeHWt0 CBETOMOI/IOWEHNS pacTBOpa NPobbl HAXOAAT MacCy MbllLbSAKa N0 rPagyMpoBOYHOMY rpa-
dhuky.

4.5 O6paboTka pe3ynbTaToB aHanusa

MaccoByto 40110 MbllwbsAKa B pobe X. %. BbIUNCAAT No dopmyne:

X = (My’\‘/l > 100. (1

roe Mx — macca Mbllbsika B pacTBope npoo6bl, N
MK — Macca MblLibska B pacTBOpPe KOHTPO/ILHOTO OMbITa, T,
M — macca HaBeckn npooebl, T.

4.6 KOHTpO/b TOYHOCTU aHanusa
KOHTPO/Ib TOYHOCTN pe3ynbTaToB aHanunsa ocylecTsnatoT no FOCT 13047.1.

HopmaTuBbl KOHTPOAA NPEUN3NOHHOCTU — Npejesibl NOBTOPSAEMOCTU Y BOCNPOU3BOAMMOCTU U Nokasa-
TeJlb KOHTPO/1A TOYHOCTU — pacllnpeHHasa HeonpeaesieHHOCTb pe3y/1bTaToB aHa/in3a npuBeaeHbl B Ta6I'II/ILtG 1.

Ta6nunua 1— HopmaTuebl KOHTPONA NPELUN3NOHHOCTU (Npeaesnibl NOBTOPAEMOCTU W BOCNPOU3BOAMMOCTMN) U Nokasa-
TeNb KOHTPONA TOYHOCTW — pacliMpeHHas HeonpeaeneHHOCTb pe3ynbTaToB aHannsa npu A40BEpPUTeNbHOW BEPOATHOCTH
P =0.95

B npouyeHTax

Mpegen nosTopsieMocTn  Mpeaen NoBTOpPsieMoCTY Mpegen

PacluvperHasn
MaccoBas gons (ans aByx pesynbTatoB (41 Tpex pe3ynbTaToB BOCMPOU3BOAUMOCTY HeOﬂpep,e'i'leHHOCTb

MbiLLbSIKa napaninesbHbIx napaninesnbHbIX (onA oByx pesynbTaToB N

onpegseneHuid), r onpegenexwid), r aHanmsa). R Uk 2)
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 ATOMHO-a6CcopO6UMOHHbIN MeTos

5.1 MerTog aHanunsa

MeTopg ocHOBaH Ha U3MepPeHUN NOTNOLLEHNA NPU ASIUHE BOJHbI 193,7 Hm PE30HaHCHOIo n3nyvyeHnsa ato-
MaMUn MblllbAKa, O6pa3leLLI|MMI/ICH B pe3ynbTarte 3]'IeKTp0TepMI/I‘-IeCKOI7I aTomMumsaumm pacteopa |'|p06b|.
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5.2 CpefcTBa N3MepeHuii, BcnomMoratesibHble YCTpOicTBa, MaTepuasbl, peakTuBbl U pacTBOpbI

ATOMHO-a6CcopOLUMOHHBIN cnekTpomeTp, obecneymBalLWmii NPOBEAEHNE U3MEPEHUI C 3NEKTPOTEPMU-
Yyeckoil atommsalmelt, KoppekL o HeceneKkTUBHOro MOr/IoWEeHNs 1 aBTOMATM3MPOBaHHYO nojadvy pacTsopa B
aTommsartop.

Namna ¢ nonbiM KaToAoM Un 6e33NeKTpoAHas rasopaspsgHasn namna 41a Bo36YyXAeHNa cnekTpasibHo
JNIVHUW MblLLbSIKA.

AproH razoobpasHbliii no FOCT 10157.

®unbTpbl 06€3301EHHBLIO MO [1] K apyrue UIbLTPLI CpefHeli NIOTHOCTY.

Kucnota asotHasa no FOCT 4461, npu HEO6XOAMMOCTW OuYMLLEHHAs NeperoHkoi, uam no FOCT 11125.
pasbaBneHHas 1:1,1:9 n 1:19.

Hatpus rugpookmce no MOCT 4328.

Mopowwok Hukenosbln no FOCT 9722 nnu cTaHAapTHbIN 06paseL, cocTasBa Hukens, Hanpumep [5], ¢ npea-
BapuUTENbHO YCTAHOB/IEHHOI (aTTEeCTOBaHHOI) MaccoBoOi fonei Mbiwbsaka He 6onee 0.0001 %.

Ko6anbTt no FOCT 123 unu ctaHgapTHbI 06pasel, cocTaBa kobanbTa, Hanpumep [6]. ¢ npegBapuTensHO
YyCTaHOB/IEHHOI (aTTECTOBAHHOW) MacCcoBOW fonei Mbiwbsaka He 6oee 0.0001 %.

MbIwbsk no [3].

HaTpwin opToapcenut no (4).

Mbiwbska (111) okeng,.

PacTBOpbI MbilbsiKa N3BECTHON KOHLEHTpaL M.

PactBop A MaccoBoi KOHUEHTpaLMKn Mbllbsika 0,0001 r/cmM3K3 Mbllbsika rOTOBAT C/ieAyHLWUM 06pa3oMm:
HaBeckKy Mbllwbska Maccoi 0,1000 r nomeLaroT B cTakaH BMecTMocTbio 100 cm3, npunusatoT 20 cM3a30THOA
KMCNOTbl, pa3baBneHHol 1:1, pacTBOPSAOT CHaYana 6e3 HarpeBaHus, 3aTeM HarpeBatT 4,0 NOMIHOro pacTBope-
HUSA, NEPEHOCAT PacTBOP B MEPHYIO KOGy BMecTuMocTbio 1000 cm3 npuamsatoT 50 cM3a30THO KUCNOTbI, pas-
6aBnieHHoN 1:1, 1 [OBOAAT A0 METKV AUCTWI/IMPOBaHHOI BOAOW.

PactBop A maccoBoil KOHUeHTpauun mbiwbsaka 0,0001 r/cm3u3 okcnga mbiwbska (1) rotoBaT cnepyto-
LWmm o6pa3om: HaBecky okcuaa Mbilbsika (II1) maccoli 0.1320 r nomeLatoT B cTakaH BMecTMMOoCTbio 100 cm3,
pacTtBopstoT B 10 cM3pacTBopa rmapooKNCK HaTpys, NPUANBAIOT AUCTUINIMPOBaHHYIO BOAy f,0 06bema 40 cm3,
NepeHoCcAT pacTBop B MEPHYIO K0N6y BMecTMocTbio 1000 cm3 npunusatoT 100 cM3a30THOW KMCIOThI, pa3bas-
neHHoi 1:1, oxnaxaalT 1 40BOAAT A0 METKV ANCTUNIMPOBAHHON BOAONA.

PactBop A maccoBoii KoHUeHTpauuu Mbiwbska 0.0001 r/cM3u13 opToapceHnTa HaTpUs roTOBAT Creayto-
MM o6pa3oM: HaBecKy opToapceHuTa HaTpust maccoi 0.2560 r nomeLaroT B cTakaH BMECTUMOCTbI0 250 cm3,
pacTBOpAT cob B 50 cM3 ANCTUNNMPOBAHHOW BOAbI, MEPEHOCAT PacTBOP B MEPHYIO K016y BMECTUMOCTbIO
1000 cm3 npunuBakT 50 cM3a30THOW KMCNOThI, pa3baBneHHoi 1:1, OBOAAT 4O METKM AUCTUI/IMPOBAHHON
BOAOM.

PacTtBop B MaccoBoli KOHLEeHTpaummn mblwbsaka 0,00001 r/cM3roToBAT cneayioLlM 06pasom: B MEpPHYI0
konby BmMecTMocTbio 100 cm3nepeHocAT 10 cm3pacteopa A 1 AOBOAAT 0 METKM a30THOW KMCNOTOMM, pa3bas-
neHHow 1:19.

PacTBop B MaccoBoii koHLeHTpaummn Mbllwbska 0.000002 r/cM3roToBST cnefyowmym o6pasomM: B MEpPHYI0
konby BmMectumocTblo 100 cm3nepeHocaT 20 cm3pacTBopa b 1 40BOAAT 40 METKM a30THOW KUC/OTOM, pa3bas-
neHHow 1:19.

5.3 loparotoBka kK aHann3y

5.3.1 [ns NOCTpOeHus rpagyMpoBOYHOrO rpaguka 1 npu onpegesieHun MaccOoBOW AOAWN MbllbsKa
He 60nee 0,0010 % HaBeCku HUKeNEeBOro NopoLuka unn kobanbta NM60 cTaHfapTHOro obpasiua coctaBa Huke-
ns unn kobanbTa maccoit 1,000 r noMewaroT B cTakaHbl BMECTMMOCTbI0 250 cM3. Uncno HaBeCoK A0/MKHO COOT-
BETCTBOBaTb YMC/Y TOYEK rPafyMpoBOYHOro rpadmka, BKIYas KOHTPO/IbHbIV OMbIT.

Hasecku Hukenesoro nopoLuka unu Kobanbta NM60o cTaHAapTHOro obpasLia coctaBa HUKeNsa uan Kobasb-
Ta pacTBOPSAIOT Npu HarpeBaHun B o6beme oT 15 fo 20 cM3 a30THOM KMCNOThI, pa3basneHHon 1:1. kunatat
2—3 MyH. Mpy UCNO/Ib30BaHUM HUKENEBOTO NOPOLLIKA PACTBOPbI (OUILTPYIOT Yepes uNbTPbI (KpacHasa nnm Ge-
nasi NeHTa), npeABapuTeIbHO NPOMbITbIE ABa-TPU pasa a30THOW KMCNOTOM, padbaBneHHol 1:9, hunbTpbl Npo-
MbIBaIOT ABa-TPU pasa ropsyein AMCTUINMPOBAHHON BOAOW. PacTBopbl ynapusaloT f0 o6bema 0T 5 0 7 cm3,
npunmeatoT oT 40 o 50 cM3ANCTUAIMPOBAHHON BOABI, HArpeBalT 40 KUNEHWUA, OXNaXAaloT U NepeHocAT B
MepHble k0n6bl BMecTUMOocTbio 100 cm3.

B kon6bl nepeHocat 0,5:1,0; 2,0; 3,0;4,0; 5.0 cm3pactBopa B. B k0on6y ¢ pacTBOPOM KOHTPOJIbHOTO OMbl-
Ta pacTBop, Cofepxalnii MbIWbSK, He NPUAMBAIOT, AOBOAAT [0 METKA AUCTUNNNPOBAHHON BOAOV U 3MePSIOT
abcopbuunio B cooTBEeTCTBUM C 5.4.
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Macca MbilwbsaKa B rpagympoBOYHbIX pacTBopax coctasnset 0.000001: 0,000002: 0.000004: 0.000006;
0.000008; 0.000010 .

5.3.2 [1nA NOCTPOEHMs rpagympoBOYHOro rpadvka 2 npy onpeaeneHnu MaccoBoi 40N MbllbsKa CBbl-
we 0.0010 % B MepHble k0Nb6bl BMeCTUMOCTbI0 100 cm3 nepeHocaT no 10 cm3 pacTBopa KOHTPOJ/IbHOIO ONbITa,
noAroToB/IEHHOro B cooTBeTcTBMM ¢ 5.3.1. npunusatot 0.5; 1,0; 2.0: 3.0; 4,0 n 5.0 cm3pacTteopa B. B ogHy 13
K0N6 C pacTBOPOM KOHTPOJILHOTO OMbITa PaCcTBOP, COAepPXaLMii MbIlbSK, He NPUINBAIOT, 4OBOAAT A0 METK/
a30THOW KMcnoToi, pas6asneHHoi 1:19, n nsmepsioT abcopbunio B cooTBeTCTBUM € 5.4.

Macca MbllWbsaKa B rpagyMpoBOYHbIX pacTBopax ykaszaHa B 5.3.1.

5.4 TposejeHune aHanusa

HaBecky npo6bl maccoli 1.000 r nomelLalT B cTakaH BMecTUMOocTbio 250 cm3, npunusatT oT 15 Ao
20 cm3a30THOI K1CMOTbI, pasbasneHHol 1:1. pacTBOPAIT NPW HarpeBaHuW, ynapmsarT o o6bema oT 5 fo
7 cM3, NepeHocAT B MEPHYIO KOGy BMeCcTUMOCTbio 100 cm3, oxnaxgarT, AOBOASAT 40 METKM AUCTUANMPOBAH-
HOVi BOZOWA.

Mpu maccoBoii fone Mbiwbska cBbiwe 0,0010 % B MepHyl KOGy BMecTuMocTbio 100 cM3 nepeHocsT
a/IMKBOTHYIO YacTb pacTBopa 06bemMom 10 cM3 1 JOBOAAT A0 METKM a30THOM KMCIOTOM, pa3basieHHol 1:19.

Abcopbuuio pactBopa Npobbl U rpafynpoBOYHbIX PACTBOPOB NPU A/IMHE BOMHbI 193.7 HM, WUPUHE LWenn
He 60nee 2.0 HM C KOppeKLWei HeceNeKTUBHOIO NOTrMOLLEeHNS B TOKE aproHa U3MepsiloT He MeHee ABYX pas. Nno-
cnefoBaTeNlbHO pacnbliiss UX B atommusatop. B 3aBucumocTn oT Tuna cnekTpomeTpa noabuparoT onTumarb-
Hblli 06bEM pacTBopa, BBOAMMbIA B aromusaTop, oT 0,010 go 0,050 cm3 wau onTUManbHOe BpeMms
a3p0o30/1bHONO pacnblfieHns pactsopa ot 5 A0 50 c. [pombIBaOT pacnbIIUTENbHY CUCTEMY ANCTUNNINPOBAH-
HOW BOAOW, MPOBEPSIOT HYNEBYIO TOUKY M CTAGUNBHOCTb FPagyMpoBOYHOro rpadmka. [1s npoBepkn Hynesoi
TOYKM MCNO/b3YHOT PACTBOP COOTBETCTBYIOLLLET0 KOHTPO/IbHOIO OMNbITa, NOATOTOB/IEHHbIN 8 cooTBETCTBMM C 5.3.

Moa6op onTUMasIbHbIX TeMNepaTypHbIX PEXMMOB A1 aToMu3aTopa NPOBOAAT MHAWBUAYAUTbHO ANA NpK-
MEHSIEMOro CneKTpomMeTpa Mo rpagyMpoBOYHbIM pacTBopaM. PekoMeHAyeMble YCnoBusa paboTbl atommsaTopa
ykasaHbl B Tabnuue 2.

Ta6bnunua 2 — Ycnosua paboTbl atommsatopa

HaumeHoBaHue ctagun Tewmnepartypa. "C Bpewms, ¢
Cylka OT 150 go 160 ekntou. OT 2 go 20 BKAOY.
O3oneHune * 400 * 600 » » 10 * 20 fa
ATomusaums 02300 * 2400 » » 4 * 5 »

Mo 3HaveHuAM abcopbummn rpagyvpoBOYHbIX PACTBOPOB W COOTBETCTBYHOLIMM MM MaccaM MbllWbsiKa
CTPOAT rpajynpoBOYHbI rpadivik.

Mo 3HayeHunto abcopbuun pactBopa NpPo6bl HAXOAAT MACCy MbllbsAKa N0 rpasyMpoBOYHOMY rpadmky.

5.5 O6paboTka pe3ynbTaTtoB aHanu3a

MaccoBy0 10110 Mbllbsika B NPo6e X %. BbIYUCASIOT N0 hopmyne:
X ="Sioo. )
M

rae Mx — macca Mbllbska B pacTBope npoobsl, T;

K — koadhhuumneHT pasbaBneHus pactsopa npobbi:

M — macca HaBecku npobel, T.

5.6 KOHTpPO/b TOYHOCTU aHanusa

KOHTPO/Ib TOYHOCTN pe3ynbTaToB aHasnn3a ocyuiectsnaoT no FOCT 13047.1.

HopmaTtusbl KOHTPOA MPELU3NOHHOCTN — Npefenbl NOBTOPSEMOCTU M BOCNPOM3BOAUMOCTU 1 NoKasa-
Teflb KOHTPONSA TOYHOCTW — paclUUMpeHHas HeonpeAeneHHOCTb pesyNbTaToB aHanmsa nprBeeHsl B Tabnuue 2.
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