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Mpepgucnosue

Llenn, oCHOBHbIe NPUHLMNbLI 1 06LMe NpaBuna NpoBeAeHUs paboT No MeXrocyAapCTBEHHONM cTaHAap-
Tn3auum ycraHosneHbl FOCT 1.0 «MexrocygapcTBeHHass cuctema ctaHgapTusaunm. OCHOBHbIE NOSIOXEHUS»
n rOCT 1.2 «MexrocypapcTBeHHaa cucrema ctaHgaptusaunn. CtaHaapTbl MeXrocygapCTBeHHbIe, npasuna
N pekoMeHZauum no MexrocyfapcTBeHHOW cTaHAapTusauuun. MNMpasunia pa3paboTku, NPUHATUSA, OGHOBAEHMNS
N OTMEHbI»

CeefleHuns o cTaHgapTe

1 NOArOTOBJ/IEH Hay4HO-Npon3BOACTBEHHLIM pecny6/IMKaHCKUM yHUTapHbIM npeanpusatuem «beno-
PYCCKMIi rocyapCTBEeHHbIN MHCTUTYT cTaHdapTusaunn n ceptudumkaumm» (enfMCC) Ha ocHoBe CO6CTBEHHO-
ro nepeBoja Ha PYCCKMIi A3bIK aHI/I0A3bIYHOWN Bepcun cTaHAapTa, ykasaHHOro B NyHKTe 5

2 BHECEH lNocygapCTBeHHbIM KOMUTETOM MO cTaHgapTulaumn Pecny6nvkn Benapycb

3 MPUHAT MexrocyaapCTBeHHbIM COBETOM MO CTaHAapTUsaunmn, MeTposiorum n ceptudunkaymmn (npo-
TOKON OT 28 ntoHA 2016 1. No49)

3a NpuHATME NPOros1I0CoBasIN:

Kparkoe HavmeHoBaHvie cTpaHbl Mo VK Kog crpaHbl no MK CokpalLieHHOe HaMEHOBaHMEe HaLMOHaUTLHOTO opraHa
(MCO 3166)004-97 (MCO 3166) 004-97 1o CTaHAapTU3aLmmn

ApMeHusa AM 3A0 «HauwuoHanbHbIl opraH No ctaHjapTu3auuM u me-

Tponornn» Pecny6nuku ApmeHus

Benapycb BY FoccTaHaapT Pecny6nuku Benapycb

KasaxcTtaH Kz FoccTaHaapT Pecny6nukn KasaxctaH

Knprusus KG KblprolactaHaapT

Poccus RU PoccTtaHgapTt

TamXukucTaH TJ TampkukctaHgapT

Y36ekuctaH uz Y3cTtaHgapTt

4 Mpukasom defepasibHOIoO areHTCTBa No TEXHUYECKOMY PerysimpoBaHuio U MeTposiorun ot 26 asrycra
2021 r. Ne 838-cT MexrocygapcTBeHHbIli ctaHgapT FOCT IEC 62321-5—2016 BBefeH B AelicTBUE B kavecTBe
HauMoHasibHOro ctaHaapTa Poccuiickoin ®epepaunn ¢ 1 mapta 2022 r.

5 HacTosawwmii ctaHAapT MAEHTUYEH MexayHapoaHoMy cTaHaapTy IEC 62321-5:2013 «OnpegeneHue
pernameHTUpPOBaHHbIX BELECTB B 3/IeKTPOTEXHUYECKMX mn3genuax. Yactb 5. OnpegeneHne Kaamus, CBUMHLUA
N XpoMma B NosiMMmepax M 3MeKTPOHHbIX YacTAX CUCTEM, a TakXe KafMua M CBMHUA B MeTaslslax mMeTtodamu
AAS, AFS, ICP-OES u ICP-MS» («Determination of certain substances in electrotechnical products — Part 5:
Cadmium, lead and chromium in polymers and electronics and cadmium and lead in metaJs by AAS. AFS,
ICP-OES and ICP-MS». IDT).

MexayHapoaHbli cTaHfapT pa3paboTaH TexHUWYecKMM KOMUTETOM Mo cTaHgapTusauum IEC TC 111
«CTaHAapTusaumns B ob6nactu okpyxatoleit cpefbl OTHOCUTE/TbHO 31EKTPUYECKUX U 3NEKTPOHHbBIX TOBApOB 1
cucteM» MexayHapogHOW 3n1ekTpoTexHuyeckoii kommccum (IEC).

Mpy NpUMeHeHNN HacTOosLWEero ctaHgapTa PeKOMeHAYeTCsA MUCMOJb30BaTb BMECTO CCbIIOYHbIX MeXay-
HapOAHbIX CTaH4apPTOB COOTBETCTBYIOLLME MM MEXrocyfapCTBeHHble cTaHA4apTbl, CBeAeHUA O KOTOpbIX Npu-
BefleHbl B [OMNO/IHUTENBLHOM NpUAoXeHun JA

6 BBEJEH BIMEPBbIE
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MNHdopmaums o BBefeHUM B feiicTBMe (MpekpalieHnmn AelicTBUA) HaCTOsLLero craHgapTa v nsme-
HEHWUI K HEMY Ha TeppuTOpuM yKa3aHHbIX Bbllle rocyapcTBs My6nankyeTCs B yka3aTesisiX HalnoHa/bHbIX
cTaHAapTOB, M3faBaeMbIX B 3 TUX FrocygapcTBax, a TaKke B CceTu IHTepHeT Ha caiiTax cCooTBeTCTBY-
IOLNX HaUMOHa/IbHbIX OpraHoB No cTaHAap Tu3auuun.

B cnyvyae nepecMoTpa, U3MEHEHUS NN OTMEHbI HACTOSILLEr0 CTaHgapTa CooOTBeTCTBYOLWasa UH-
dopmauma 6ygeT ony6imkoBaHa Ha odMUManbHOM MHTepHeT-caliTe MexrocyjapcTBEHHOro coseTa Mo
cTaHgapTusaunum, MeTposiorum n cepTudukaymmn B KaTanore «MexrocygapcTBeHHble CTaHgapThbi»

©IEC.2013
© OchopmneHune. Prey «PCT», 2021

B Poccuiickoii degepaumnmn HacCTOAWMIA cTaHAapT HEe MOXET ObITb MNOSTHOCTLIO UK
YaCTUYHO BOCMNPOM3BELEH, TUPAXUPOBAaH U pacnpocTpaHeH B KayecTBe 0hULMaIbHOIO
n3gaHns 6e3 paspelleHns ®egepasibHONO areHTCTBa N0 TEXHUYECKOMY perysiMpoBaHuio
1 MeTposiorum
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BBepeHne

LLinpokoe ucnonb3oBaHne U3fennii 3/IeKTPOTEXHNYECKOTO Ha3Ha4YeHUs MOBbICU/IO BHUMaHMe K UX BO3-
[eNCTBMIO Ha OKpYXXatoLyto cpesy. Bo MHOrmx ctpaHax mMypa 66111 NPUHATLI TEXHUYECKME AOKYMEHTbI, npes-
ycmaTtpuBaioLime onpegesnieHHbIA Nopsgok paboTbl C OTX04aMu, BellecTBamMu 1 3aTpadyeHHOn aHepruen npu
MCMO/Ib30BaHNM 3N1EKTPOTEXHNYECKUX U3Ae/NiA.

Mcnonb3oBaHne Takux BellecTB, Kak cBuHel (Pb), pTyTb (Hp). kaamuii (Cd). wecTuBaneHTHbIR XpoOM
(Cr(VI)). cogepxalymiica B HEOPraHNMYeCKNX N OpraHMYecKMx COeAMHEHUsX, a Takke ABa Tuna GpPOMMPOBaH-
HbIX OTHECTOKMX NMHTMBUTOPOB, BKItOYasa nonnépombudeHmnnsl (PBB) n nonnbpommpoBaHHbie AudeHNN0BbIE
a¢mpbl (PBDE), B 9/1€eKTPOTEXHUYECKUX N3AENNAX PernameHTUpyeTcsa HauMoHabHbIM 3aKOHO4AaTeIbCTBOM.

Llensto ctaHgapToB cepun |[EC 62321 aBnseTca ycTtaHOB/IeHWE METOA0B KOHTPOJIA, KOTOPble NMO3BOJIAT
onpeAennTb YpPOBEHb PernamMeHTUPOBaHHbIX BELLECTB B 3/1IEKTPOTEXHUYECKUX N34eNnsX.
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M E X IO CY 4 APGC CTBEHH bl @ C T AHOAPT

ONPEAENEHUWE PETMAMEHTUPOBAHHbBIX BEWECTB B S/TEKTPOTEXHUYECKUX N3OENNAX

YacTtb 5

OonpepgeneHve KagmMmus, CBUHLA U XpoMa B NOJSIMMOPax n 3/1eKTPOHHbIX YacTAX CUCTEM,
a Takxke KaaMmns U cBUHUA B MeTannax metogamum AAS, AFS, ICP-OES un ICP-MS

Determination of certain substances in electrotechnical products.
Part 5. Cadmium, lead and chromium in polymers and electronics and cadmium and lead in metals by AAS, AFS.
ICP-OES and ICP-MS

fata eBegeHns — 2022—03— 01

1 O6nacTb NnpUMeHeHNs

B HacToswem cTaHAapTe yCTaHOB/IEHbI METOAbI ONPeAeieHns CoAepXaHus CBUHLA, KagMusa 1 Xxpoma B
nosiMmepax, metannaax u anekTpoHmke metogamm AAS. AFS. ICP-OES and ICP-MS.

B HacToslem cTaHgapTe yCTaHOB/IEHbl MeTOAbl onpefdesieHns yposHeli kagmus (Cd), cBuHua (Pb) n
Xxpoma (Cr) B aneKTPOTEXHUYECKUX MU3denumax. HacTtosawmii cTaHgapT oxBaTblBaeT TpU Tuna mMarepuasnos: no-
NUMepbI/NOIMEPHbIE AeTanu, MeTaslfibl U CNaBbl, 3NEKTPOHUKY.

B HacToseM cTaHAapTe o6pasel, paccMaTpuBaeTCs Kak 06bekT, noanexaunii o6paboTke 1 namepe-
HUAM. YTo npeacTaBnsaeT coboi o6paseL, Nan Kak ero nonyunTb, onpeaenserca cy6beKToM, NPoOBOAALLUM UC-
nbiTaHuA. JanbHellwee pyKOBOACTBO MO NOJTyYEHUIO TUMOBbLIX 06Pa3LIOB U3 FOTOBbIX 3/IEKTPOHHbIX U3AeNui,
KOTOpble OyaAyT NPOBEPEHbl Ha COoAepXaHue pernaMmeHTUPOBaHHbIX BeLeCcTB, ycTaHOB/eHO B IEC 62321-2.
CnepyeT OTMETUTb, YTO BbIGOP W/MK onpegesieHne obpasLa MOXeT MOBAUATbL HA UHTepnpeTauuto pesyrnbTa-
TOB MCMNbITaHWA. B HacToAWwem cTaHgapTe NPUBOAUTCA ONMUcaHne YeTbipex MeTof0B, a UMeHHO: AAS (aTOMHO-
abcopbunoHHasa cnektpomeTpus). AFS {aTomHo-hnyopecLeHTHas cnekTpomeTpus), ICP-OES (onTuyeckas
9MUCCUOHHAsA CNeKTPOMeTPpUs C NHAYKTUBHO CBA3aHHON nnasmoit) n ICP-MS (Macc-cnekTpoMeTpus ¢ UHAYK-
TUBHO CBSI3aHHOW NNa3Moii), a Takke paccmaTpmBaeTCa HECKO/IbKO MpoLeayp NoaroToBkM pacTBopa obpasua,
Ha OCHOBaHWWN KOTOPOrO 3KCMNepTbl MOTYT Bbi6paTb Hanbonee NoaxoAAWwmMi MeTo  aHann3a.

Kak nokasan aHasin3 WWeCcTUBa/IEHTHOro Xpoma, ero MHorga TpyAHo ornpesesivTb B NosiMMepax 1 3/1eKTpo-
HUWKO, MO3TOMY B HacTosILeM cTaHAapTe nNpusBefeHbl METOAbl CKPUHUHIA /11 XpOMa B NosiMMepax 1 3/1eKTpo-
HUKe, 3a UckyeHnem AFS. AHanns3 xpoma npegocTtaBnaeT nHopMaLmio O NPUCYTCTBUN LLECTUBAIEHTHOrO
Xpoma B mMatepuanax. Tem He MeHee 3/IeMeHTHbIi aHa/IM3 He MOXeT BbIGOPOYHO OGHapYyXMBaTb LUeCcTUBa-
NEHTHBbIN XPOM: OH OonpejensieT KOMYeCTBO XpOMa BO BCEX COCTOSIHMAX OKMCNeHns B obpasuax. Ecnu konu-
4eCTBO Xpoma npeBblWwaeT npeaes WecTUBasIEHTHOrO XPOMa, A0/MKHbI ObITb BbINO/IHEHbLI UCMbITAHUSA LWeCTU-
Ba/IEHTHOrO Xpoma.

MeToAbl MCMbITaHWIA, paccMaTprvBaeMble B HacTOsLeM cTaHAapTe, AO/MKHbl 06ecneynTb MakCUMasib-
HYI0 TOYHOCTb W AOCTOBEPHOCTb A/1 KOHUeHTpauun Pb. Cd u Cr. koTopass MOXeT cocTaBnATb OT 10 mr/kr
ona Pb, Cd n Cr npu ncnons3oBaHun ICP-OES n AAS n ot 0,1 mr/kr gnsa Pb n Cd npu mncnonb3oBaHUn
ICP-MS. o1 10 mr/kr gnsi Pb. Cd v oT 1.5 mr/kr gnsa Cr npy ncnosib3oBaHum AFS. [laHHble MeToAbl UCNbITaHui
MOTFYyT NCMO/Ib30BaTbCA U A1 60/1€B BbICOKMX KOHLEHTPaLWiA.

HacToawmi ctaHgapT He pacnpocTpaHsaeTCa Ha MaTepuasnbl, coepxaline noanmTopmpoBaHHble Nonu-
Mepbl U3-3a UX CTabuNbHOCTU. EC/IM CepHYo KMCMOTY UCMOMb3YIOT B aHa/IMTUYECKOl npoueaype, CyllecTByeT
puck notepu Pb. B pe3y/nibTare Yero nosy4varoT OWMO0YHO HMU3KME 3HaYeHUs 18 3Toro aHanurta. Kpome Toro,
cepHas W nnaBMKOBas KUCMOTbl He NpUrogHbl Ansa onpegeneHnsa Cd npu ncnonb3oBaHun AFS, NOTOMY 4TO
B/IVAIOT Ha ero BOCCTaHOB/EHME.

M3paHne ohunynanbHoe
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Ha ctaguun pacTBopeHns ob6pasua MOryT MMeTb MeCTO onpeae/ieHHble OrPaHUYEeHNs U PUCKU, T. K. MOXET
Npoun30iiTN OcaxaeHne LeneBbIX UK APYTUX 3/1EMEHTOB; B 3TOM C/lydae OCTaTku He06XoANMO NPOBEPUTL OT-
AeNbHO WX pacTBOPUTH C MOMOLLHO APYroro MeToAa, a 3aTeM 06 beAVHUTL UX C UCTMbITaTENbHBIM PACTBOPOM
obpasua.

2 HopmaTtunBHbLIE CCbINKK

B HacToslWeM cTaHAapTe MCMNosib30BaHbl HOPMATUBHbIE CCbUIKM Ha cneaytowme cTaHaapThl [4ns gatu-
POBaHHbIX CCbINIOK NPUMEHSAIOT TO/IbKO YKa3aHHOe U3faHne CCbIIOYHOro cTaHAapTa, 419 HefaTUPOBaHHbIX —
nocnegHee ngaHve (BkoYas BCe U3MEHeEHUS)]:

IEC 62321-1. Determination of certain substances in electrotechnical products — Part 1: Introduction
and overview (OnpegeneHne pernameHTUPOBaHHbIX BELECTB B 3/1EKTPOTEXHUYECKUX m3genuax. Yacte 1.
BBepneHne 1 063op)

IEC 62321-2. Determination of levels of certain substances in electrotechnical products — Part 2: Dis-
assembly, disjointment and mechanical sample preparation (OnpegeneHue pernameHTUPOBaHHbIX BeLeCTB
B 9/1eKTPOTEXHNYECKNX n3gennax. Yactb 2. Pazbopka, oTcoeduHeHNe 1 mexaHn4veckas nogrotoka obpasua)

IEC 62321-3-1. Determination of certain substances in electrotechnical products — Part 3-1: Screening —
Lead, mercury, cadmium, total chromium and total bromine using X-ray fluorescence spectrometry (Onpegene-
HMe periaMeHTMPOBaHHbIX BELECTB B 3/1IEKTPOTEXHUYECKMX M3aenusax. YacTb 3-1. CKPUHUHT. AHaNM3 CBUHLA,
pTYTU, KagMus, obLiero Xxpoma 1 obuLero 6poma MeToAaoM PeHTrBHOM/TyOPECLIEHTHON CNeKTpoMeTpumn)

ISO 3696. Water for analytical laboratory use — Specification and test methods (Boga ansa naéopartop-
HOro aHanusa. TexHn4yeckne TpeboBaHUSA 1 METOAbI UCMNbITAHNIA)

ISO 5961. Water quality — Determination of cadmium by atomic absorption spectrometry (KauyecTBo
BoAbl. OnpeaeneHne cogepxaHus KagMmsa MeTooM aTOMHOW abCcopbLMOHHON CNeKTPOMeTpUmn)

3 TepMUHbI, onpefeneHus v coKpaleHus

3.1 TepMUHBbI N oNpoAEeNOHUA

B HacTosilem cTaHgapTe npuMeHeHbl TepMUHbI No IEC 62321-1, a Takxe cnegytolme TepMnHbl € COOT-
BETCTBYIOLUMN OnpejeneHnamu:

3.1.1 gocToBepHOCTb (accuracy): TOYHOCTb COOTBETCTBUSA MeXAY pe3y/ibTatamMmy UCMbITaHWA 1 MPUHS-
TbIM 3T&/I0OHHbIM 3HaYeHUEeM.

3.1.2 kann6poBOYHbIl o6pa3zel (calibration standard); BelecTBO B TBEPAOM UM XUOKOM COCTOSHUN
C WU3BECTHOW 1 CTabunbHOW KOHUEeHTpauueii aHaimTa(oB), NCNOb3yeMoe /15 onpefeeHns XapakTepucTukn
npuéopa (kaIM6pOBOYHON KPMBOIA) MO OTHOLLEHUIO K KOHLeHTpauum aHanuta(os).

3.1.3 KannM6poBOYHbIi pacTBop (calibration solution): pacTBop, NCNONb3yeMbIli NpU KaTM6pPoOBKe NpU-
60pa. NoAroToB/IEHHbI Kak N3 NCXOAHOro pacTeBopa, Tak 1 U3 cepTUULMPOBAHHOIO CTaHAapTHOro obpasua.

3.1.4 cepTudunumpoBaHHbIli cTaHAapTHbIV o6pa3sey, (certified reference material): 3TanoHHbIN MaTe-
pvan. conpoBoOXAaeMblii cepTUrKaToM, O4HO UM Goslee 3HaUYeHWi MapaMeTpoB KOTOPOro cepTuduLnpoBa-
Hbl MO Npoueaype, KOTopas ycTaHaB/IMBaeT ero HeonpeAeNeHHOCTb U MPOCNeXNBaeMOCThb.

3.1.5 nabopaTopHbIi KOHTPObHbLIV 06pa3ey, (laboratory control sample): npo6a maTpuLbl C N3BECT-
HbIM COCTaBOM TUMOBOro NpPeAcTaBUTENA LE/IeBOro aHainTa. Ucnonb3yemas ANA npeactaB/ieHns [OKyMeH-
Taumn naéoparopun [1]

3.1.6 xonocToli pacTBop poaroHTOB (reagent blank solution): pacTBop, NOAroTOBNEHHbIV NyTem f0-
6aBfieHna B pacTBOpPUTE/Ib pPeareHTOB B TOM e KOJIMYECTBE, B KOTOPOM OHU ObLn fo6aBrieHbl B pacTBOp
aHanmsnpyemoro obpasua (C TeM Xe KOHEYHbIM 06 bEMOM).

3.1.7 pacTBOp aHanusupyemoro obpasua (test sample solution): pacTtBop, NOArOTOB/IEHHbIV Ha OC-
HOBe MNPOo6bI aHa/TN3MPYyeMOro obpasLa B COOTBETCTBUMN C YCTAHOBJ/IEHHLIMU TPe6GOBaHUAMU Taknm 06pasom,
YTOGbI OH MO MCMO/1b30BaThbCS AJ/151 MOCNeAYIOLWNX N3MEePEHWA.

3.2 CokpalweHus

B HacToswem cTaHfgapTe UCNOMb30BaHbl CeaytoLiMe CoKpalleHus:

CCV — HenpepbiBHas NpoBepKa KambpoBKu;
LCS — nabopaTopHbIi KOHTPONBHbBIV obpasel,.
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4 PeaKTuBbl
4.1 O6wasn nHgopmayuns

Ana onpefeneHvs 3/71EMEHTOB Ha YpPOBHe C/iefloB AO/MKHbl UCMO/Ib30BaTLCA PeakTVBbl COOTBETCTBYIO-
Wwei uyncToTbl. KOHLUEeHTpauus aHanuTa Wiv MellarLlWwmx BeWeCcTB B peakTMBax 1 BoAE A0/THKHA OblTb HAUTOX-
HO Masioli N0 CPaBHEHWUIO C HaMMeHbLUEel N3MepPSEeMOoi KOHLeHTpaumei.

Bce peakTuBbl A1 aHasn3a NocCpefCcTBOM MacC-CMeKTPOMETPUM C UHAYKTVBHO CBSA3aHHONM Na3moin,
BK/IHOYasA KUCOTbI U APYTMe XMMUYECKMEe BeLecTBa, AO/MKHbI MMETb BbICOKYH CTEMeHb YNCTOThbl: obLee co-
LepXXaHne cnefoBblX METa/I/10B A0/HKHO 6bITb MeHee 1 * 10 e % (no macce).

[Ons namepeHnii metogamm ICP-OES 1 ICP-MS adhpekT naMsTM BO3HUKAET B TEX C/y4dasix, Korga BBO-
[ATCA 3/1eMeHTbl C BbICOKMMU KOHLEeHTpaumsamu. Pa3baBreHne pacTBopa obpasua TpebyeTcs A1 BbICOKUX
YPOBHE kaxaoro aniemeHTa. Ecnn adohektT namMaT He ymeHbLIaeTcs npu pasbaBneHnun, TpebyeTcs Twate lb-
HOEe MbITbe 060pyA0BaHUA.

4.2 PeakTuBbl

J0/MKHBI MCNONb30BaTbCA Criefylolne peakTuBbI:

a) 19 NpuroToBreHna 1 pa3bas/ioHMS BCEX PaCTBOPOB 06pPa3L0B A0/HKHA MCMOMb30BaTbCA BoAa K/iac-
ca 1 noISO 3696.

b) CepHas kucnota:

1) 95%-HbIli (MO Macce) pacTBOp cepHoli kncnotbl (p(H2S04) = 1.84 r/mn), NnpurogHblii 4nsa aHanmsa
cnefoBbIX KOMMYECTB MeTasl/1IoB («trace metal» grade).

2) Pas6aBfieHHbIli pacTBOpP CepHO KucnoTbl (1:2): pa36aBuTb 1 06beM pacTBopa KOHLEHTPUPOBAHHOW
CepHOli KncnoThl (4.2, nepeuncrneHne b. NyHKT 1) AByms (2) o6bemamu Bogbl (4.2. nepeyncrieHmne a).

c) A30THasa KucnoTa:

1) 65%-HbIii (N0 Macce) pacTBop a3oTHOW kucnotbl (p(HNO03) =1.4 r/mn), NpUrogxHbli Ana aHanusa crie-
[OBbIX KONIMYECTB MeTasl10B.

2) 10%-Hblli (N0 Macce) pacTBOpP a30THOI KMUC/MOTbI, MPUrOAHbLIA A1 aHa/n3a CnefoBbIX KONIMYECTB Me-
Tannos.

3) PacTBOp a30THOW KUC/OTbI C MOMIAPHO KOHUEeHTpauuer 0.5 Monb/n, NpUrogHblil ANs aHanusa cnego-
BbIX KO/IMYECTB METa/1/10B.

4) Pa36aBfieHHbIli pacTBOP a30THOW kucoTbl (1:2): pa3baBuTb 1 06beM pacTBOpa KOHLEHTPUPOBaHHOM
a30THOW KMCNOTbI (4.2. NepeuncneHne ¢, NyHKT 1) ABymMs o6bemamum Boabl (4.2, nepevncreHuve a).

d) ConsiHas kucnoTa:

1) 37%-Hblii (N0 Macce) pacTBOp consHol kucnotbl (P(HCI) = 1.19 r/mn), NpUrogHblii ANA aHanunsa cre-
[OBbIX KO/IMYECTB METas1/10B.

2) PacTBOp COMSIHOM KMCNOTbI, pazbaB/ieHHbI 1:2 (o4Ha YacTb pacTBOpa COMAHON KUCMOoThbl (4.2. nepe-
uncneHune dl1). pasbaBneHHasa 2 yacTaMu Boabl (4.4. nepedncneHune a)), NPUroaHbIA ANA aHann3a cnefoBbiX
KO/INYECTB MeTas1/10B.

3) 5%-Hblil (N0 Macce) pacTBOP COJSIAHOW KUCOTbI, NPUIrOAHbIA ANSA aHasIM3a CriefoBbIX KOIMYECTB Me-
Tannos.

4) 10%-Hblli (N0 Macce) pacTBOP COMSIHOW KUCNOTbI, NPUrogHblA ANs1 aHanusa crefoBbIX KOIMYecTB
MeTas1/10B.

e) 40%-HbI (N0 macce) pacTBop (hTOPMCTOBOAOPOAHON KucnoTbl (p(HF) = 1,18 r/mn), npurogHbIi ans
aHanun3a cnefoBbIX KO/IMYECTB METas1/10B.

0 50%-HbIli (N0 Macce) pacTBOp PTOPOGOPHON KMcAoTbl (HBF4). npurogHeii Ana aHannsa cnepoBbIX
KO/INYeCTB MeTas/10B.

) 70%-HbIii (Mo Macce) pacTBop nepxaoplioli kucnotel (p(HC104) = 1.67 r/mn), NpuUrogHblii 4Na aHannsa
CnefoBbIX KO/IMYECTB MeTasl/10B.

h) 85 %-HbIli (N0 Macce) pacTBop hochopHOM kncnoTbl (p(H3P 04) = 1,69 r/mn), NpUrogHbIi 4na aHanu-
3a c/ieioBbIX KOIMYECTB METaU1/10B.

i) 47 % — 49 %-HbIll (N0 Macce) pacTBOp 6poMMcTOBOAOPOAHON KucnoTtbl (P(HBr) = 1.48 r/mn), npurog-
HbIi 4N aHanm3a cnefoBbIX KOSIMYECTB METau1/10B.

j) 5%-HbIW (N0 Macce) pacTBop 60pHOI KMcAoTkl (H3B 03) koHueHTpauun 50 mMr/mMa. NpUrogHbI Ansa aHa-
Nnun3a cnefoBbIX KONNYECTB MeTa/10B.

k) 30%-HbIin (N0 Macce) pacTBop nepekncu Bogopoga (p(H20 2) = 1.10 r/mn), NpUrogHbIA gns aHanmsa
CcnefoBbIX KO/IMYECTB MeTa/l/10B.
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) CwmewaHHasa kucnoTta:

1) CmewaHHas kicnoTta 1 (gBe yacTu pacTBopa CONsSAHOM KUcnoTbl (4.2, nepeuncrieHne d, NyHKT 1). ogHa
YacTb pacTBOpa a30THOWM KMUCMOThI (4.2. nepeuncrieHne cl) u ABe yacTu BoAbl (4.2. NnepeyncrieHne a);

2) CmellaHHas kucnota 2 (04Ha 4acTb pacTBopa a30THOW KUCNOTbI (4.2. nepeymncaeHme c. NyHKT 1) ntpu
yacTu pacTBopa (PTOPUCTOBOAOPOAHONM KNCMOTbI (4.2. nepeuncrieHue e);

3) CmewaHHasa kucnota 3 (TpM YacTu pacTBopa COJSISIHOM KUCOTbI (4.2. nepeuncnerHve d, NyHKT 1) n
0ofiHa 4yacTb pacTBopa a3oTHOW KNCNOTbI (4.2. NepevncsieHne c. NyHKT 1).

T) Mnapokeung kanua (KOH), npurogHelii 4nAa aHannsa cnefoBblX KOSIMYECTB MeTas1/10B.

n) boprugpug kanusa (KBH4). npurogHblii 4ns aHasMsa cnefoBbiX KOMYECTB MeTasl10B.

0) d®eppuupnanng kanusa (K3(Fe(CN)e)). npurogHblii Ans aHanmsa cnefoBbIX KONNYECTB MeTa1o0B.

p) OKMCNNTENbHO-BOCCTAHOBUTENbHbIV areHT: KBH4 ¢ maccoBoli goneii 1.5% — K3Fe(CN6) c maccoBoii
ponein 1% n KOH ¢ maccoBoli goneti 0.2%.

fo6aBuTb NpumepHo 800 mn Bogpl (4.2. nepeuncneHne a) B 1000 mn mepHyto konby (5.2. nepeuncne-
HUe e. NyHKT 3). 3aTeM A4o06aBuTb 2 T rugpokcmaa kanvsa (4.2. nepeuncnerHuve 7). JobaButb 15,0 r 6oprugpmnga
Kanua (4.2. nepedncnendve n) n 10 r peppuymannga kanma (4.2. nepevncrieHne o), pasmellaTb 40 pacTBope-
HuA. lo6aBUTb BOAbI (4.2. NnepeyuncneHne a) 40 MeTKN. Takoi pacTBOp NPUroTaB/IMBaeTCsa eXxeaHEeBHO.

q) BoccTaHoButenu:

1) BocctaHoBuTenb 1: KBH4 ¢ maccoBoii goneii 3 % n KOH ¢ maccoBoii goneii 0.2 %.

JAo6aBuTb NpumepHo 800 mn Bogpl (4.2. nepeuncnenne a) B 1000 mn mepHyto konby (5.2. nepeuncne-
HVe e. NyHKT 3). 3aTeM A06aBuUTb 2 I rmagpokcuga Kanusa (4.2. nepeuncnerdune T1). lo6asnte 30 r 6oprugpnga
Kanus (4.2, nepeuncneHve n). pasmellaTb 40 pacTBopeHusa. [lo6aBuTb Boapl (4.2, nepeymncrieHne a) 40 MeTKW.
Takoli pacTBOp NPUroTaB/IMBAETCS eXeAHEBHO.

2) BoccTtaHoButenb 2: KBH4 ¢ maccoBoli goneii 4 % 1 KOH ¢ maccoBoli goneii 0.8 %.

[06aBuTb NpumepHo 800 mn Boabl (4.2. nepeuncrnieHve a) B 1000 mn mepHyto konby (5.2. nepeuuncrne-
Hue e. NyHKT 3). 3aTeM f06aBUTb 8 I rmapokcuaa kanusa (4.2. nepeuncnenve T). Lob6aBuTtb 40 r 6oprugpuaa
Kanusa (4.2. nepedyncneHve n). pasmellaTb 40 pacTBopeHus. [lo6aBuTb BOAb! (4.2. nepeymnciieHme a) 0 METKU.
Takoli pacTBOp NpUroTaB/IMBaeTCsa exeqHEBHO.

r) Hecywwuii noTok:

1) Hecywwmii notok 1: HCI ¢ maccoBotii goneti 1,5 %.

2) Hecywwmin notok 2: HCI ¢ maccoBoii gonein 1.0 %.

s) PactBop Tnokapbamuaa ((NH2)2CS) c maccoBoii gonei 10 %. MNpurotaBnnMBaeTCs eXegHEBHO.

t) MackupytoLwmnin areHT:

1) Macknpyrowunii areHT 1: wasesieBas KMcsota c MaccoBoi goneii 5 % — cynbaunoHat kanmsa (KSCN)
C MaccoBoii gonei 5 % — pactBop o-theHaHTposimHa (C 12H8N2) ¢ maccoBoli aoneii.

[o6aBuTb 10 r waseneBol kucnotbl. 10 r cynbdaunonaTa kanma n 1 ro-peHaHTponnHa k 200 mn Bogp!
(4.2. nepeuncneHvie a). HarpeTb Npy HWU3KOW TemMnepaType M pasmellarb A0 pPacTBOPEHMWS, He f0BOAs pac-
TBOP A0 KuneHus. PacTBOp HEO6XOA4MMO UCMONBb30BaTh 0 BbIKPUCTA/I/IM30BbIBaHNS TBEPAbIX YacTul,. He mc-
nosib30BaTb PacTBOP Nocsie NoTeMHEHUs, He06XO04MMO NPUrOTOBUTL HOBbIN.

2) Mackupytowmii areHT 2: Tnokap6ammng ¢ MaccoBoii gonei 10 % 1 pacTBOp acKOPOGUHOBOI KUCNOThI C
MaccoBoii goneii 10 %.

PactBoputb 10 r TMoKapb6amuga n 10 r ackopbuHoBOW KucoTbl B 100 ma Bogpl. MpurotaBnmBaeTcs
exxejHeBHO.

1) PacTBop Kob6asbTa KOHueHTpauum 50 mr/n.

v) CTaHAapTHbIli pacTBop:

1) CtaHAapTHbI pacTBop cBuHUa (Pb) koHUeHTpauumn 1000 mr/kr.

2) CtaHpapTHbIA pacTBop kaamusa (Cd) KoHueHTpauum 1000 mr/kr.

3) CtaHgapTHbIA pacTBop XpoMa (Cr) KoHueHTpayum 1000 mr/kr.

4) CTaHpapTHbI pacTBop xenesa (Fe) koHueHTpauyum 1000 mr/kr.

5) CTaHgapTHbIN pacTBop Meaun (Cu) koHUeHTpauum 1000 mr/kr.

w) CTaHAapTHbIA pacTBOpP BHYTPeHHero ctaHgapTa.

1) fo/mKHBI NCMO/Ib30BaTbCA 3/1eMEHTbl BHYTPEHHEro cTaHgapTa, KOTopble He cO34alT noMex ANns ue-
neBOro anemMeHTa. Mpu aTOM NPUCYTCTBUE faHHbIX 3/1IEMEHTOB BHYTPEHHEro ctaHgapTa B pacTBope obpasua
[,0/DKHO HaxoAUTbCA Ha HUYTOXHO HU3KOM YPOBHE. B kKauyecTBe 3/1eMeHTOB BHYTPEHHero ctaHgapra Ans gaH-
HOW cneundprnyeckor cnekTpoMeTpun MOryT ncnonb3oBatbes Sc. In. Th. Lu. Re, Rh. BinY.

2) Ona metopa ICP-OES pekomeHAayeTcsi mcnonb3oBaTb Sc wanm Y. PekomeHAayemasi KOHLUeHTpaums
1000 mr/n.

3) Ana metopa ICP-MS pekomeHayeTcs ncnonb3osatb Rh. PekomeHayemas koHueHTpaums 1000 mkr/n.
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TOKCMYHOCTb PeakTMBOB, NCMNOJIb3yeMbIX B AAHHOM METOoAe, He UMEeeT TOYHOro onpeaesieHns, No3ToMy
KaxJ0e XMMmnyeckoe coefiHeHNEe AO/HKHO paccMaTpmBaTbCs Kak MOTeHuMasibHO onacHoe BeluecTBo. C aToi
TOYKN 3PEHUA KOHTAaKTUPOBaHWE C flaHHbIMWN BelecTBaMn JO/IKHO ObITb CBEAEHO K MUHUMYMY C UCMNOJ/Ib30Ba-
H/YEM BCeX BO3MOXHbIX CPeACTB 3alnThbl.

Crnoco6bl NPUroToB/IEHNS PACTBOPOB NpeaycMaTprBaloT UCMNO0Nb30BaHWe CUMbHbIX KAC/OT, KOTOpbIe AB-
NAKTCA KOPPO3MOHHO-AKTUBHBIMY BeLLecTBaMmu, CNOCOOHbIMU BbI3BaTb OXOTW.

Mpwn paboTe € TakMMKU KACOTamu crefyeT UCNOoNb30BaTb 1abopaTopHble KOCTIOMbI, MepyaTKu 1 3almnT-
Hble OYKM

A30THasa KucnoTa BblAenseT TOKCUYHblE Napbl. MO3TOMY pas3/ioXeHne AO/HKHO Bcerga NpoBOAUTLCS B
BbITS)XXHOM LWKady. OTO TpeboBaHMe pacnpoCcTpaHAETCA Takxe 1 Ha crydaun fo6aBneHnsa KMCIoTbl B 06pasLbl,
TakK Kak rnpy aToM BO3MOXHO BblAeNleHNe TOKCUYHbIX ra3oB.

OTxoaswme rasbl NAas3Mbl OMKHbI YAANATBCA C UCMO/Ib30BaHNEM 3(PEKTUBHOM BbITSXXHOM CUCTEMBI.

Oco6ble Mepbl NPefoCTOPOXHOCTU AO/MKHbI CO610A4aTHCA Npy paboTe ¢ (PTOpMCTOBOAOPOAHONM KMUCNO-
TOW. B MECTHOW anTeyke AO/HKEH 6bITb renesblii HF-aHTMAOT (2.5%-HOro rnloKoHaTa Kanbunsi B BOJOPacTBO-
pVYMOM resne) A9 OKa3aHusi NepBor NOMOLLM B C/lyyae oXora Koxu (0TOpucToBOAOPOAHON Kucnotoit (HF).

B kauecTBe anbTepHaTUBbI MOTYT UCNO/b30BATLCA XMMUYECKM YNCTbIE peareHTbl, 3a UCK/II0YeHeM Npo-
BefeHna metonos ICP-MS.

5 O6opyaoBaHue

5.1 O6was nHpopmaums

C60p " XpaHeHWe CTeK/IHHOW nabopaTopHOV MocyAbl NPeAcTaBNsAlOT COO0M BaXHYH 4YacTb aHanm3a
3/1eMEHTOB Ha YPOBHE Cfef0B He3aBUCMMO OT TuMa UCMbITaTeNbHOro obpasua. BeBuay 4yBCTBUTESIbHOCTU
paccmaTtprBaeMbIxX METOA0B aHanmsa Ha cogepxaHune Pb, Cd n Cr BbINONHEHWE KaXA0OW OTAeNbHOW cTagun
oT6opa 06pa3LoB TpebyeT 60/bLIOK OCTOPOXHOCTM U BHUMaHUS. Bce o6opyaoBaHue ansi ot6opa o6pasLos,
X 06paboTkn U XpaHeHMs He AO/HKHO cofepXaTb MeTas/10B. BClo cTek/IsiHHY0 nocyay Heo6xoAnMO norpy-
3UTb B 10%-HbIli pacTBOP a30THOW KMUC/MOTbI (4.2. NnepevyncrieHne ¢, NyHKT 2) Ha 24 4 Npu KOMHaTHOW Temnepa-
Type, a 3aTem TwaTesIbHO NPOMbITb €e BOAOW (4.2. nepeyncrieHne a).

5.2 O6opypgoBaHue

[0/mKHO Ucnonb3oBaTbCs criegytollee o6opyfoBaHue.

a) AHa/INTUYECKNE BECbI C TOYHOCTbLIO n3mepeHus 0.0001 r.

b) HF-cToOlikas cucTtema BBeAeHMs obpasLa: cucTema, B KOTOPOW cekuus BBOAa o6pasua W ropenka
06paboTaHbl C Lesibio MOBbIWEHUS UX YCTOMYMBOCTY K BO3AEACTBUNIO DTOPUCTOBOAOPOAHON kncnotbl (HF).

c) MNa3006pasHbIii aproH: ras. cTeneHb YACTOTbl KOTOPOro npesbiwaeT 99.99 % (No o6bemy).

d) Ma3oo06pa3HbIli aueTuneH: ras, cTeneHb YACTOTbl KOTOPOro npesbiwaeT 99.99 % (No o6bemy).

e) CTeknaHHaa nocyga: nepej UCnosib3oBaHNEM BCA CTEKNSAHHaA nabopaTopHas nocyga fosnkHa 6biTb
ouuueHa 10 %-HOW a30THOWM KMCAOTOW (4.2. nepeyncrneHmne c2):

1) kon6a Keenbgans: 100 mn;

2) xumunyeckue ctakaHbl: 100, 200 Man T. 4.;

3) MepHble Konbbl: 50. 100. 200. 500. 1000 mn u T. 4. ECv No3BONAKOT YCNOBUSA, BMECTO MEPHbIX KON6
MOTyT MUCMNOMb30BaTbCA APYrue TUMbl OO bEMHbIX MEPHbIX NPUCNOCOBAEHN C NPUEMIEMON TOYHOCTLIO U A0-
CTOBEPHOCTbIO;

4) nuneTtkn: 1. 5. 10, 20 MA U T. 4.;

5) cMOTpOBOE CTeK/O.

0 MnatuHoBble Turn: 50,150 mAun 1. 4.

n) dapdoposble TMK: 50.150 ma un T. 4.

h) YcTpoiicTBa M3 nonuteTpadTopaTuieHa/nepTopasikokcunaskaHoBoii cmonbl (PTFE/PFA): nepes
MCMO/Ib30BaHNEM BCe YCTPOIiCTBa NPOoMbIBatoTCA 10%-HOM a30THOW KMCOTON (4.2. nepeyncrieHne ¢, NyHKT 2).

1) xummnyeckume ctakaHbl: 100, 200. 500 MA N T. A4.;

2) KPbILWKN 418 XUMUYECKNX CTaKaHOB:

3) MepHble konbbl: 100. 200, 500 M N T. 4.

i) MukponuneTku: 10, 100. 200. 500. 1000 MKA U T. 4.

j) KoHTeliHepbl: 4NA XpaHeHWs1 CTaHAAPTHOro pacTBopa U KasmbpaHTa.

KoHTelHepb! A0/MKHbI 6biTb M3roTOBMEHbI M3 NOMN3TUMEHA BbICOKOVM nnoTHocTu (PE-HD) nan ns nep-
hTopankokcunankaHoBol cmonbl (PFA).
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k) lna onpegeneHns ynbTpacnefoBoro YpoBHS AO/MKHbI MCMOMb30BaTbCA KOHTelHepbl U3 nepdTopan-
KOKcunankaHoBol cmonbl (PFA) nnan nepdtop (3TuneH-nponuneHoBoro) nnactuka (FEP). B nobom cnyvae
nonb3oBartesib AO/HKEH MPOBEPUTL MPUTOAHOCTL BbIGPAHHOIO KOHTeliHepa.

1) DnekTponAnTKa UNn HarpeTasi necoyHasi BaHHa.

T) MydenbHasa neyb: cnocobHas nogaepXmBaTb TeMnepaTypy Ha ypoBHe (550+25) CC.

n) ByH3eHOBCKas ropesika Wav razoBast ropesika aHasiorMyHoro Tuna.

0) MMAPOMIMTUYECKOE Pas3/ioXeHMe B LLaPCKO BOAKE: annapaT pas/iokeHUst C MUKPOKOHTPOJIIEPOM Bpe-

MeHW 1 TemnepaTypbl, TEPMOCTAT HarpeBaTeNbHOro 6/10ka, HAbop COCYA0B, KaxAbli U3 KOTOPbIX OCHalleH
nednermatopamn 1 abCopOLNOHHBIMU EMKOCTAMN.

p) MuKpoBO/HOBas cCUCTeMa pas/ioXeHUs 06pas3LoB, OCHalleHHas AepxaTenem obpasua, cocygamu
13 nonutetTpadTopaTuieHa/moannLuMpoBaHHOro TeTpadTopaTuaieHa BbICOKOro gasnenusa (PTFE/TFM) wm
nepTopasikokCUNankaHoBOW CMosibl/MoAMdULMPOBaHHOro TeTpadTopatuneHa (PFA/TFM) nnu gpyrumm co-
cyfamn 13 TopyrnepoancTbiX MaTepnasios.

MmeeTcsi MHOFO pekoMeHgaunii No TexHnke 6e30MacHOCTM 1 NpaBuiam aKCnyaTaunum MUKPOBOSTHOBbBIX
YCTPOWCTB B Nabopartopusx B 3aBUCUMOCTU OT UX MOZENN U (PUPMbI-U3rotToBuTens. Mepen TeM Kak NpuUcTy-
nuTb K paboTe, nepcoHan naboparopum AOHKEH 03HAKOMUTBCA C COOTBETCTBYIOLWMMN UHCTPYKUUAMN N TeX-
HUYecKol NnTepaTypoli, a Takke NPOKOHCY/IbTUPOBATLCS C U3roTOBUTE/IEM MUKPOBOJ/THOBOrO 060PYA0BaHNA U
COCy0B N0 NOBOAY MX NPaBUbHOM 1 6e30MacHON aKcnayarauum.

q) Tepmou30NAUMOHHAA nauTa.

r) CTEK/I0BOJTIOKOHHbI chnnbTp (60POCUINKATHOB CTEK/O) C pasmepoM siveek 0,45 MKM 1 nogxoasieit
Yalwkon dunbTpa.

s) ONTUYECKMIA BMUCCUOHHBI CNEKTPOMETP C MHAYKTUBHO CBSA3aHHOl nia3moii (ICP-OES).

t) Macc-crnekTpomMeTp C UHAYKTMBHO CBsi3aHHOM nna3moii (ICP-MS).

1) ATOMHO-a6COpPOLUMOHHbLIN cnekTpomeTp (AAS).

V) ATOMHO-(P/TYOPECLEHTHbIN cnekTpoMeTp (AFS).

6 MoparotoBka o6pa3uoB 1 Npob

6.1 O6wasa nHopmauuns

[ANa pasHbIX aHa/IMTUYECKNX METOA0B, KOTOpPble MOTyT MCMO/b30BaTbCsA COMMacHO HacTosLWeMy CTaH-
[apTy B KayecTBe a/ibTepHaTUBHbIX BapuaHToB, TpebyeTcsA pasHoe KO/IMYeCTBO obpasua A/15 MosyyYeHus pe-
3y/IbTaToB HEOBXOANMOro kavecTsa. O6bIYHO PEKOMEHAYeTCs HauMHaTb C CaMoro 60/1bLIOro KosanyecTsa 06-
pasua. nogxoasiero A5 BbI6paHHOro MeToaa.

B cnyyae ecnn obpaseL, oT6MpaeTca 13 3/1EKTPOHMKKN, TO ero He06XoAUMO MeXaHNYeCcKn paspyLunTb COOT-
BETCTBYHOLLMM CMNOCOBGOM (Hanpumep, U3MeNbUYnTb, Pa3MOI0Tb UM 0TPe3aTh) 40 Havaa KUCIOTHOMO Pa3/ioKeHMS.

YT106bI 06ecneunTb penpe3eHTaTMBHOCTL 06pa3ua Ha AaHHOl cTagmu, Heo6xoAMMo o6ecneynTb onpe-
[EeNeHHbIV pa3Mep YacTuL, Kak (DYHKLUW HavanbHOro Konmyectsa obpasua (cm. IEC 62321-2).

PekomeHayeTca NpoBOAWTbL aHanM3 BOAHOrO pacTBopa o6pasua HernocpeAcTBEHHO Moc/ie NoaroTos-
K1 obpasua. Ecnm takas BO3MOXHOCTb OTCYTCTBYET, HEO6XOAMMO MOAXOASALMM CMOCOB0M CTabunnsnposaTb
pacTBOp 1 XpaHUTb ero He 60see 180 AHeW NpM KOMHATHOW Temnepartype.

6.2 NMpo6bl o6pasua

6.2.1 NMonumepsbl

[na KNCNOTHOroO pasfioXeHUst He06X0ANMO N3MesIbUYNTb, Pa3MO/I0Tb UK oTpesaTb 400 Mr obpasua 1 oT-
MepUTb C TOYHOCTbLIO A0 0,1 Mr. 119 MeTofa Cyxoro 030/1eHMA UV MUKPOBOJSTHOBOIO PassioXeHns Heo6xo4MMo
M3Menb4YnTb, PasMosioTb Unn oTpesarb 200 Mr o6pasua n oTMEPUTb C TOYHOCTbIO A0 0.1 Mr.

6.2.2 MeTannsl

OAuH rpamm o6pasua n3MepseTcsi C TOYHOCTbLIO 40 0.1 Mr u nomeLaeTcs B CTEKNSAHHbIN 1Ta60opaToOpHbIi
XUMU4yeckuii ctakaH (5.2, nepeuncneHme h, nyHkT 1) nam xumuyeckuii ctakaH ns PTFE/PFA (4.2. nepeunc-
NeHve e) Npu Ncnonb3oBaHUn PToOpUCTOBOAOPOAHON KncnoTbl HF (4.2, nepeuncneHuve e). ANsa NnpuMeHeHus
metoga AFS namepsietca 0,2 r obpasua.

6.2.3 3neKTpoHuKa

ONa rmaponnTUYEecKoro pasfnoXeHus B LAPCKOW BOAKe HEOOGXOAMMO B3BECUTb MPUMEPHO 2 T U3Mesb-
YeHHOro obpasuya (MakcuMasibHbI pasmep vactuu: 250 MKM) ¢ TOYHOCTbO A0 0.1 mr. /1 MUKPOBOJIHOBOIO
pasfioxeHnsi Heo6XoA4MMO B3BECUTb MPUMeEPHO 200 Mr u3mesibY4eHHOro o6pasua (MakcuMasibHbI pasmep
yactuy: 250 MKM) € TouHOCTbIO A0 0,1 wr.
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7 Mpoueaypa ucnbiTaHWUi
7.1 Monumepsbl

7.1.1 O6wan nHopmauus

O6pasLbl BbIpe3aloTcsa UMM n3mesibyaloTCs A0 COOTBETCTBYHOLLEro pasmMepa B COOTBETCTBUM C Bbl-
6paHHbIM MeTOAO0M MCNbITaHWIi cornacHo npoueaype, onucaHne KOTOpPol NpuBoanTcsa B pasgene 6. B 3aBu-
CUMOCTM OT cnocoba NPUroToB/IEHNSA UCMbITATE/IBHOrO pacTBoOpa KO/MYeCTBO o6pasLa MOoXeT MEHATLCS, Kak
OyAeT OnMcaHo HUXe.

McnbiTaTeslbHbIM pacTBOP MOXHO MPUrOTOBUTL NMOCPEACTBOM CyXOro 030/IeHUSI UM NOCPeACcTBOM pas-
NnoxeHns obpasua C NOMOLBLIO a30THOM WM CepHOM KUCIOTbl. KUCNOTHOE pas3noXeHWe MOXEeT OCylliecT-
B/IATLCA B 3aKPbITOM CMCTEME C NCNOMb30BaHeM CUCTEMbl MYKPOBOJ/IHOBOTO pasfioxeHus. B 3aBucumocTtun ot
NPUCYTCTBUS ONpefefieHHbIX 3/IEMEHTOB MeTOAMKa Pa3/iokeHUs MOXeT npeteprneBaTb HEKOTOpPble M3MeHe-
HUA. VIHbopmMaumio 0 NPUCYTCTBUN TakNX 3/1IEMEHTOB MOXHO MOMAYUNTb U3 NpeablayLmx nccriefoBaTesibCKuX
akcnepumeHToB (cm. IEC 62321-3-1). ina onpefesieHns codepXaHnsa CBUHLA, KagMusa 1n Xxpoma B pacTeope
pasfnoXeHnsi MOryT UCMOMb30BaTbCA TaknMe Cnocobbl N3MEPEHUS, KaK ONTMYeckass 3MUCCUOHHAs CrekTpoMe-
TpUsS C MHAYKTUBHO cBsA3aHHOW niiadmoii (ICP-OES). macc-cnekTpoMeTpusi C UHAYKTUBHO CBSAA3aHHOM niaa3mon
(ICP-MS) nnun atomHan abcopbunoHHasa criektpomeTpus (AAS). B cnyyae ecnm npumeHsietcs AFS. nepep,
onpegeneHvemM cogepxaHus Pb n Cd pacTBop 419 pasfoXeHns AO/MKEH ObITb AONO/THUTE/IbHO 06paboTaH.

7.1.2 MeTopf CyXoro o30/1eHus

Ecnn o6pasel, He COAEPXUT rasioreHOCOAEPXaLLNX COeANHEHNT (BO3MOXHO, NOTpebyeTcsa nHdopmaLlms
npeAbiayLmx oTCenBatoLLNX SKCNEePUMEHTOB), HEO6XOAMMO BbIMOMNHUTL C/eAyloLine onepauun.

a) OTMepuTb Heo6xoaMMoe KONnyecTBo obpasua B Turesb (5.2, nepeyncneHne ). yCTaHOB/IEHHbIN B
OTBEPCTMM XapOonpOYHOI TePMOU3O0AALMOHHbINA NAnThl (5.2. NnepevncrieHue q).

b)MnaBHO HarpeTb TUrenb (5.2. nepeyncneHve 4) c noMoLbto ropenku (5.2, nepeyncrieHre n) B XOpoLlo
NnpoBeTPMBaeMOM BbITSXXHOM Kosinake, obpatian BHMMaHWe Ha TO. YToObl o6pasel, He BOCMN/IaMeHW/ICS.

c) Mocne pasnoxeHns obpasua A0 06Yr/IEHHOrO COCTOSHUS HarpeBaHWe MOCTeNeHHO MOBbIWAEeTCs A0
yAaneHns netyuymx NnpoayKToB pasfioxXeHus, Nocse Yero B TUT/1e OCTaeTCa CyXOi yrnepoaucTblii OCTaTOK.

d) MepeHecTn TUrenb 1 ero cogepxmmoe B MydenbHyto neys (5.2. nepeuyncneHne T) npu temnepartype
(550 + 25) °C, npu 3TOM ABEpPLA A0/IKHA OCTaBaTbCsl HEMHOMO NMPUOTKPbLITOM A1 TOro, YTo6bl 06ecnNeYnTb A0-
CTaTOYHbIN NPUTOK BO3/yXxa, HEO6X0AMMOro A/151 OKUCNEHUs yrnepoaa.

e) HarpeBaHune npopgos/mkaeTca A0 TexX Nnop. Noka yrnepog He 6yAeT NO/HOCTBIO OKUC/IEH U He OCTaHeTcs
TONILKO 30/a.

0 [OocTtaTtb Turens (5.2, nepeuncneHve o) n ero cogepxmnmoe s neun (5.2. nepeuncneHve T) ngatb emy
BO3MOXHOCTb OCTbITb 40 TeMnepaTypbl OKpyxatouwiei cpeabl (ons AFS cm. 7.1.2. nepevuncneHuve h).

g)4o6aBnTb 5 M1 a30THOW KMCAOThI (4.2, NepeyvncrieHne ¢, NyHKT 1). nepennTb NOJyYeHHbIi pacTBOp B
50 mMn mepHyto konby (5.2. nepeuncneHne h, NyHKT 3) 1 3anN0NHUTL BOAOW (4.2. nepeyncrieHne a) 4O METKU.
OTO KOHLIEHTPUPOBAaHHLI/ pacTBop obpasua.

Pa36aBuTb AaHHbIi pacTBOpP BOAON (4.2. nepeyncrieHne a) 4O onpefesIeHHOro YPoBHS KOHLEHTpauum
[O/151 KaX40ro n3mepuTtesibHOro npubopa. Ecnm 6yaet MCNonb30BaTbCs BHYTPEHHWI cTaHAapT (4.2, nepeyunc-
NneHve w). OH fo/KeH A06aBNATbLCA nepef, 3anofiHeHWeM BOAOW. Mepef 3anosiHEHMEM [0 OKOH4YaTeslbHOro
obbema 50 M1 Heo6xoAMMO A06aBUTL 500 MK BHYTPEHHero ctaHaapTa (4.2, nepeuncnedve w) ans ICP-OES
n ICP-MS (nocne pas6aBneHusa 1:1000).

h) MepemMecTUTb NOMyYeHHbIN pacTBop B 100 M/ MepHyto konby (5.2. nepeyncneHne e. NyHKT 3) u 3a-
NoNHUTL BOAOM (4.2. nepeyncneHve a) 40 MeTki. C NOMOLLbIO NUNeTKM noMecTuTb 2.50 M pacteBopa B 100 mn
XUMMYECKnin cTakaH (5.2. nepeyncrieHne e. NyHKT 2).

MomecTuTb cTakaH Ha anekTponanTky (5.2. nepeuncneHune l). HarpeTb nNpu HU3KOW TemnepaTtype Ao
MOJIHOTO BbICbIXaHUSA pacTBopa. MNpoTepeTb BHYTPEHHWE CTEHKM CTakaHa BOAON (4.2, nepeyncrieHune a) u go-
6aBuTb 60 1.0 mn (ans onpegenenns Cd) wam 1,5 mn (gna onpegeneHna Pb) consHon kucnotbl (4.2,
nepeuncneHuve d, NyHKT 2). HEMHOro HarpeTb A/19 pacCTBOPEHUA CONN B CTakaHe. OXNaguTb pacTBOP Npu KOM-
HaTHOW TeMnepaType 1 NepeMecTUTb ero B MepHyto Konby (5.2. nepeuncneHune e. nyHKT 3). PactBop B 50 mMn
kon6e obpabaTbiBaeTCA B cneAytoLLeil nocnenoBaTe/ibHOCTU COOTBETCTBEHHO.

- Ana onpegeneHna Pb 3anonHUTL BOAOM (4.2. nepeyncneHne a) 40 MeTKM U TWaTeNbHO nepemellaTsb.

- Ona onpegeneHua Cd Heo6xoA4MMO MOAyYNTb Obpasel, He cofepxaliunii npumecein meawn, xesnesa,
LUMHKa UK HUKeNna U T. A4,, 4o6asutb 1,0 mn pactBopa kobasbTa (4.2. nepeuncneHue n) nu 5.0 mn pacteopa
Tnokapb6amnga (4.2. nepeuncneHune s) B MEpHYI0 Konby. Ecnn obpasel, coaepXuUT NepeyumncrieHHble YyXepoa-
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Hble NPMMecK, He06X04MMO 3aMEHUTL pacTBOp TMokapbamuaa (4.2, nepeuncneHve s) 10,0 ma mackupytolle-
ro areHta 2 (4.2, nepeuncrieHne t. NyHKT 2). 3ano/iHNTbL BOAOM (4.2, nepeyuncrieHne a) 40 MEeTKM U TwaTenbHO
nepemeLiaTb.

Ecnu obpasel, cogepxuT cyLecTBEHHOE KOIMYeCTBO rasloreHHbIX CoefHeHnl (BO3MOXHO, MOTpebyeTcs
MHhopMauma npeabliayLmx OTCemBaroLWmX IKCNEePUMEHTOB), HEOOXOANMO BbINOMHUTL CrieAytolme onepayuum.

i) OTMepuTb HeobxoaMmoe KonimyecTBo obpasya B Turenb (5.2, nepeuncrieHve g).

j) Ao6aBnTb OT 5 MmN A0 15 M cepHO KUCNOTbI (4.2. nepeyncneHne b) n MegneHHo HarpeTb Turens (5.2,
nepeyncneHne 4) N ero CoaepxXmumoe Ha ropsdeli NANTKe UM B NeCOYHON BaHHe (5.2, nepeuncneHue ) Tak,
YTOObI NACTUK pacnaaBu/ICa Y NOYEPHES.

k) Mocne oxnaxaeHns fo6aBnTb 5 M a30THOW KUCNOThLI (4.2, NepevncrieHne c. NyHKT 1) n NpogomknTb
HarpeBaHuve 40 NOSIHOro Pas/IoXKeHUa NnacTuka u NossiBNeHns G6enbix Napos.

1) Mocne oxnaxaeHus noctasuTb Turesib (5.2, nepedncrieHne a) B mydenbHyto neys (5.2, nepeyncrieHne
T) wnpu Temnepatype (550 + 25) °C nogoxaaTb, Noka o6paseL, MCNapuTcs, BbICOXHET U 030/IMTCA Tak, YTOObI
yrnepog okasasics NONHOCTbIO COXXEHHbIM.

T) Mocne o3oneHus 4o6aBUTL 5 M a30THOWM KUC/OThI (4.2. NepeyncrieHne c, NyHKT), NnepennTb Nnosy-
YeHHbI pacTBop B 50 M1 MepHYto Konby (5.2. nepeuncrneHmne e. NyHKT 3) 1 3an0/IHUTL BOAOW (4.2. nepeuuncrie-
HMe a) A0 MEeTKWU, MOoJlyYMB KOHUEHTPUPOBAaHHbIV pacTBOp o6pasua. Pa3baBuTb AaHHbIV pacTBOp BOAOM (4.2,
nepeyncrneHne a) A0 onpefesieHHOro ypPoBHSA KOHLEHTpauun ANA Kax4oro niMepuTtensHoro npuéopa. Ecnu
OyfeT MCNonb30BaTbCs BHYTPEHHWI CTaHOApT, OH AO/hKeH A06aBNATbLCA nepepg 3anosiHeHMeM Bogok. [Ans
OKOH4YaTenbHoro o6bvema 50 M Heobxoaumo fob6aBuTb 500 MK BHyTpeHHero ctaHgapTa (4.2, nepeuucne-
Hune w) ana ICP-OES n ICP-MS (nocne pas6aBnieHus 1:1000) neped 3anosiHEHUEM.

n)Bce octatkm obpasua He06X0ANMO OTAE/UTL C MOMOLLbIO LeHTpudyrn nam dunstpa. Octatkm He-
06Xx04MMO NPOBEPUTHL NOCPeACTBOM COOTBETCTBYHOLUMX U3MEPEHWUI (Hanpumep, C NOMOLbIO PeHTreHod1yo-
pecueHTHOI cnekTpockonun) n y6eauTtbCst B OTCYTCTBUU B HUX Lie/IeBbIX 3/1eMEHTOB. PykOBOACTBO Mo npoBe-
neHnio POA npusegeHo B IEC 62321-3-1.

MpumeyaHune — [laHHblii METOA He pacnpocTpaHseTcs Ha Topyriepos.

7.1.3 MeTo[ KUC/IOTHOIO pas/ioXeHus

[aHHbIi MeToA UCNOSb3yeTCs TOJLKO A4/15 onpefesieHns cogepxanums kaammusa Cd un Cr. OH He noaxoaut
ON15 U3MepeHns cogdepxxaHus cBrHua (Pb). Tak kak cepHas KMC/0Ta MOXeT BbI3BaTb ero notepu B obpasie B
pe3ynbTare obpasoBaHua PbS04.

a) OTMepuTb HeO6XoAMMOe KOMM4YecTBO obpasua B konby (5.2, nepeuncrieHne e. NnyHkKT 1). Job6aBUTb
5 M1 cepHoOW KncoTbl (4.2, nepedncnerne b, NyHKT 1), 1 Ma a30THOW KUCIOThI (4.2, NepeyncrieHne C. NyHKT 1)
1 HarpeTb KOM6Y Tak, YTO6bl NPOU3OLLIIO 030/1eHMe obpa3ua 1 BblgeneHne 6esbix Napos. Mocne npepbiBaHUs
HarpeBaHus 006aBUTb a30THYIO KUCNOTY (4.2, nepeyncrieHme c. NyHKT 1) MesikuMu nopunsimun (MPUMepPHO Mo
0.5 M) 1 NPOAO/KMTL HarpeBaHue A0 NosiBieHUs G6e/bix NapoB. HarpeBaHWe 1 pa3/ioXeHne a3oTHOM KNC/1o-
TOW (4.2, nepeyncrieHne ¢, NYHKT 1) noBTOpsieTCcA A0 TeX Mop, NoKa pas/ioXeHHbI pacTBOP He cTaHeT 6/1eHo-
XenToro useta.

b) MopoxaaTb HECKO/IBKO MUHYT, 4TOObI 06pasel, ocTbiN. JJob6aBuTb Nepekucb Bogoposa (4.2, nepeyuc-
neHne K) MenkKnummn nopumsimMm (N0 HeCKONbKO MUNUNTPOB 3a OAMH pa3) 1 HarpeTb obpasel, 40 NOABAEHNS
6enbix napoB. MNMocne oxnaxaeHns nepenuTb NOoy4veHHbI pacTBop B 100 M1 MepHyto konby (5.2, nepeuyuc-
neHue e. MyHKT 3) 1 3aMo/IHUTbL BOAOM (4.2, NepeyncrieHne a) A0 MeTKU. OTO KOHLEHTPUPOBaHHbI pacTBoOp
obpasua. Pa3baBuTb AaHHbIN pacTBOP BOAOW (4.2. nepeyncrieHne a) A0 onpeaesIeHHOro YPOBHSA KOHLEeHTpa-
Lun AN Kaxkaoro nsmMeputenbHoro npuéopa. Ecnun 6yaet ncrnonb3oBarbCs BHYTPeHHUIA cTaHAapT, OH LOJDKEH
no06aBnATbLCA Nepes 3anosiHeHMeM. [4na okoHyaTtenbHoro o6bema 100 ma Heobxoaumo fob6asuTb 1000 MK
BHYTPeHHero ctaHgapTa (4.2. nepeuncnerHune w) ana ICP-OES n ICP-MS (nocne pas6asneHuns 1:1000) nepes
3arnosiHeHveMm.

c) Ecnun obuiee pasnioxeHne NpoBefeHO Hernpasu/ibHO UM ecrin obpasel, COAePXUT 3HauYnTeIbHoOe KO-
nuyectBo Si. Zr. Hf, Ti, Ta, Nb, W (Bo3mMOXxHO, noTpebyetca nHhopmaumna npeablayLuimx oTcemBatoLwmx aKe-
neprvMeHTOB), HEO6XO4MMO BbIMOIHUTL CreAytolne onepauun:

- OTMepuTb HeO6X0AMMOe KosimyecTBO obpasua B Kosiby. [lo6aBUTbL 5 M1 cepHO KMCIoTbl. 1 ma a3oT-
HOW KMCNOTbI U HarpeTb KOJIBY Tak. YTO6bl NPOM30LLIO 030/1eHNe obpasLa 1 BblgenieHne 6enbix napos. Mpe-
pBaTb HarpeBaHue, 106aBUTb a30THYIO KACNOTY (4.2, nepeyncrieHmne c. NyHKT 1) MesikuMu nopuusmm (npumep-
HOo ro 0,5 M) 1 NPOAC/KMTL HarpeBaHue 40 NosIB/IeHNs 6e/bix NapoB. HarpeBaHne 1 passioXeHne asoTHOM
KMCNOTON (4.2, nepeyncneHne ¢, NyHKT 1) NOBTOPSIeTCA A0 TeX Mop. Nnoka pas/iokKeHHbI pacTBOP He CTaHeT
61ejHO-XeNToro useTa.

8



FOCT IEC 62321-5—2016

- MopgoxaaTb HECKOIbKO MUHYT, YTO6bI 06pasel, ocTbi/l. [J06aBUTb Nepeknchb BOAOPOAA MeNKNMU NopLms-
MU {N0 HECKO/IbKO MUANNMINTPOB 3a OAMH pa3) 1 HarpeTb o6pasel, A0 NosBeHUs 6enbIx Napos. MNocne oxnax-
OeHVs nepenuTb MOJTyHYeHHbI pacTBOp B cocyg 13 chtopnonumMepos (5.2, nepeuncrienne h. nyHkT 1). lo6aBnTb
5 Mn (pTOpPMCTOBOAOPOAHONM KUCMOThI (4.2, nepevncneHne e) 1 HarpeTb cocyq A0 nosBneHns 6enbix Napos.
Mo xenaHuto o6aBuUTb GOPHYIO KNCNOTY (4.2, nepeuncneHune j) Ana obpasoBaHnsa (PTOPUAHbLIX COeaVMHEHU
C Uenblo 3aWnThl KBapLEBOl NaasMeHHOWN ropesikn (eCam HeT KMCMTOTOCTOMKOM cucTeMbl BBeAeHMA o6pasua).
Mocne ocTbiBaHUA nepenuTb pactsop B 100 Mn mepHyto konby PTFE/PFA (5.2, nepeuncneHne h, nyHKT 3) 1
3a1UTb BOAOV A0 MeTKW. MosyyeHHbIli pacTBOp — 3TO KOHLLEHTPUMPOBaHHbIM pacTBop obpasua. Pa3taButb
AaHHbI pacTBOp BOAON (4.2, nepeyncrieHre a) A0 onpefesieHHOro YPOBHS KOHLeHTpauumn ans Kaxaoro name-
puTtensHoro npmnbopa. Ecnu 6yaeTt ncnonb3oBaTbCs BHYTPEHHWI CTaHAAPT, OH A0/IXEeH [06aBNATLCA nepeq, 3a-
nosiHeHneMm. [1ns8 OKoH4aTesibHOro o6bema 100 mn Heobxoanmo gob6asuTb 1000 MK BHYTpPeHHero ctaHgapra
(4.2, nepeumncnenue w) ansa ICP-OES u ICP-MS (nocne pas6asneHnsa 1:1000) nepes 3anosiIHEHNEM.

d)Bce octaTkm obpasua Heo6Xo4MMO OTAEINTb C MOMOLLbIO LeHTPUdyrn nnn unbtpa. OcTtaTknm Heo6-
XOAMMO MPOBEPUTL MOCPEACTBOM COOTBETCTBYIOLMX U3MEPEHW (HamprMep, ¢ NOMOLLBbI0 P®-cnekTpockonmm)
1 yb6eanTbCcsa B OTCYTCTBUM B HUX LeNIEBbIX 3/1eMEHTOB. PyKoBOACTBO No npoBefeHvio PPA npuBeneHO B
IEC 62321-3-1.

MpumeuyaHue — [aHHblli MeTOA He NOAXOAUT AN nNpoBefeHnsa AFS.

7.1.4 MuWKPOBOJIHOBOE pas/ioXeHune

a) OTMepnTb HeO06X0AMMOe KOMIMYecTBO obpasLa 1 NOMeCcTUTb B COCY/Z MUKPOBO/THOBOIO Pa3/oXeHus,
[06aBUTb 5 MM a30THOW KMUCNOThbI (4.2. nepevyncneHne ¢, nyHKT 1). Jo6aBuTb Nepekncb Bogopoda (4.2, ne-
peuncrieHne K) HeboNbWMMN UK KatanuTnyeckummn nopumsamm (no 0.1—1 mn) Ana nogaep>xxaHus NOSIHOro
OK/UC/IEHNS OpraHMYeckoro BelecTBa. 3akpbiTb COCY/, KPbILWKOM M NOMeCcTUTb B annapaT MUKPOBOMHOBOIO
pasnoxenus (5.2, nepeuncnexve p). PasnoxeHne o6pasua B MMKPOBOJSIHOBON /1le4n A0/HKHO NMPOU3BOAUTBL-
CS corslacHoO npeaBapuTenbHO paspaboTaHHOl pabouelri nporpamme. Mocne ocTbiBaHMs obpasua nepennTb
pacTtBop B 50 M MepHyto konby (5.2. nepeuncrieHne o, NyHKT 3) 1 3a1UTb BOAOW (4.2. nepeyncseHne a) go
MeTKM. Mo/Ty4yeHHbI pacTBOP — 3TO KOHLEHTPUPOBaHHbI/ pacTBop o6pa3ua. Pa36aBuTb faHHbIN pacTBOp BO-
[oli (4.2, nepeuncneHune a) Ao onpeaeneHHOro ypoBHA KOHLEHTPaUnn ANnsa Kaxgoro usmeputesibHoro npnoo-
pa. Ecnn 6yaeT ncnonb3oBaTbCA BHYTPEHHWIA CTaHAapT, OH AO/HKEH A06aBASATLCS nepeg, 3anosiHeHnem. Ans
OKOH4YaTesIbHOro o6bema 50 mMn Heob6xoAMMo f06aBUTL 500 MK BHYTPeHHero ctaHgapTa (4.2, nepeyncrieHme
w) ansa ICP-OES un ICP-MS (nocne pa3s6aBneHus 1:1000) nepep 3anosiHEHNEM.

Mepekncb Bogoposa MOXeT f06aBNATLCA TOMIbBKO TOrAa, KOrfja U3BeCTHbl akTUBHbIE KOMMOHEHTbI 06-
pasua. lMepekncb BOAOPOAa MOXET ObICTPO M arpecCMBHO BCTyMNaTb B peakLuio C /IerKO OKACNSeMbIMU Ma-
Tepnanamu; No3aTOMy OHa He AOJIXeH [06aBMATbLCA, ecn obpasel, coAepXuUT Bonblune KonnyecTsa S1erko
OKMC/IIeMbIX OPraHNYeCcKnX COCTaBASAIOLWUX.

b) Ecnu o6Lee pa3noxeHne npoTekaeT HENpPaBWU/IbHO UK ecn obpaseL, COAEPXUT 3HAUMTE/TbHOE KO-
nnyectBo Si. Zr. Hf. Ti. Ta. Nb, W (Bo3mOXxHO, noTpebyeTcsa MHOpMaunsa npeabioywmx oTCenBaroLmnx 3KC-
neprMeHTOB), HEO6XOAMMO BbIMOMHUTL CeaytoLine onepauun:

- OTMepuTb Heo6Xx0AMMOe KOSIMYecTBO obpasLia B Cocy MUKPOBO/IHOBOMO pa3noxeHus. lo6aBnTtb 5 mn
a30THOW KWUC/MOTbI (4.2, NnepeyncrieHne c. NyHKT 1) n 1 Mn bTopnucToBOAOPOAHOM (4.2, NnepeyncneHne e). [o-
6aBUTb KaTaMTMyeckoe KO/MYecTBO nepekncu Bogopoga (4.2. nepeuucneHve k) (no 0.1—1 mn) ana go-
CTUXEHUSA MOSIHOIO OKUC/IEHUS OPraHMYecKoro BellecTBa. 3akpbiTb COCY/, KPbILWKOM U NOMecTUTb B annapar
MVKPOBOJTHOBOTO pasfioxeHuns (5.2. nepeuncneHuve p). Pa3noxeHne obpasLia B MMKPOBOJTHOBO Neyn AO/HKHO
Npo13BOAMTLCA COrNacHO npeasapuTesibHO pa3paboTaHHOW paboueli nporpamme. Mo cBoeMy YCMOTPEHUIO
[06aBUTb GOPHYIO KUCNOTY (4.2. NepeyuncrieHme j) ans o6pasoBaHms (PTOPULHBLIX COEANHEHUI C Le/bIo 3alm-
Tbl KBapLEBOW MNsia3MeHHOW ropesikv (ecniv HeT KAC/I0TOCTOMKOM cucTemMbl BBeAeHNUS o6pasua). Mocne ocThbl-
BaHMA nepenutb pactBop B 50 mMa MepHyto konby PTFE/PFA (5.2, nepeuncneHne h. nyHKT 3) n 3anutb (4.2,
nepeyncrieHve a) 40 MeTKW. MosTyveHHbIi pacTBOp — 3TO KOHLEHTPUPOBaHHbI/ pacTBOp o6pas3ua. Pa3baBnTb
JaHHbI pacTBOp BOAOW (4.2, NnepeyncneHve a) A0 ONnpefesieHHOro YPoBHS KOHLUEHTpauumn An8 Kaxaoro us-
MepuTenbHOro npuéopa. Ecnmn 6yaeT ncnonb3oBaTbCa BHYTPEHHWUIA CTaHAAPT, OH A0/DKEH 06aBNATLCA nepes
3anosiHeHneM. [1ns okoH4YyaTesibHOro o6bema 50 M1 Heo6xoaMmo A06aBTb 500 MK BHYTPEHHEro ctaHgapTa
(4.2, nepeuncnenuve w) ana ICP-OES n ICP-MS (nocne pas6asneHuns 1:1000) nepes 3anofiHEHUEM.

Mepekncb BOAOPOJA MOXeT A06aBNATLCSA, TOMBKO €C/IM U3BECTHbI aKTMBHblE KOMMOHEHTbI obpasua.
Mepekncb BoAopoaa MOXeT 6bICTPO 1 arpecCMBHO BCTyNaTb B PeakLMio C /Ierko OKUC/sieMbIMY MaTepuanamu;
Nno3TOMY OHa He AO0/hKHa [06aBnAaTbCA, ecnn obpasel, coAepXUT 60NbLlUMe KONMYeCcTBa /Ierko OKUCISEMbIX
OpraHnyecKux CocTas/ISoLWMX.

MpumeuaHne — [laHHblii METOA HE NOAXOAMUT ANs npoBedeHus AFS.
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c) OcTtaTkn o6pasua Heob6xoAMMO OTAe/IMTb C MOMOLbLIO LeHTpudyrn unn dunbtpa. CogepxaHue
OCTaTKOB HEO6X0A4MMO NPOBEPUTL (Hanpumep, ¢ NOMOLWbI0 P®-n3mepeHunii) n ybeanTbCs B OTCYTCTBUN B HUX
LieneBbIX 3/IeMeHTOB. PyKoBOACTBO Mo nposefeHnto PPA npusegeHo B IEC 62321-3-1.

7.2 MeTanns.l

7.2.1 O6was nHpopmauymsa

Mpoueaypa NPUroToBIEHMA pacTBOpa UcnbiTaTe/IbHOro o6pasLa, onvcaHve KOTOpol NPMBOANTCS B Ha-
CTosLeM cTaHAapTe, He 0653aTe/IbHO OXBaTblBaeT BCe MeTas/l/ibl U UX coeguHeHns. OBbIYHO A1 NPUrOTOB-
NeHns pacTBopa PeKOMeHAYeTCSA UCMO/b30BaTb COMSHYIO KACMOTY, a30THYIO KUCMOTY UK UX cMecb. [ina 06-
pa3LoB. KOTOPble C TPYAOM pPacTBOPSOTCA Nof BO3AelicTBMEM 3TUX KUC/IOT, N0 Mepe Heo6X0AMMOCTU MOXET
[06aBNATLCA NepxnopHan KWUC/oTa, cepHasa kucnota U T. 4. MNpu aToM cnegyet NOMHUTbL O PUCKE UCMOSIb-
30BaHNs CEPHOIM KUC/OTbl AN ONpeAesieHns codepXaHus CBUHLIA, TaK Kak 3TO MOXeT MpMBECTM K noTepe
HEKOTOPOI 4acTu LesieBOro asieMeHTa. B ycnoBusx BbICOKMX TemnepaTyp o6paslbl A0/HKHbI PacTBOPATLCS
NosIHOCTbIO, 6e3 ocTaTtka. [119 pacTBopeHns 06pasLoB MOXeT NCNO/Ib30BaTbCA Takxke dhocopHasa kucnora.

Mpn pacTBOpeHUN MeTasI/IOB AN UX CMEeCel CU/IbHBbIMW K1CnoTaMun BCerfja CyLliecTByeT pUCK ocaxje-
HUA (Hanpumep, pacTBopeHne Pb 1 Ba cepHoli KMCNOTOM 1 AL CONAHON KMCNOTOW. Al MOXeT ob6pa3oBaTb OK-
cnabl/rnapaTtbl OKCMAOB U UX aHasoru). [laxke ec/iv Ha flaHHble 3/IOMeHTbl He pacnpoCTPaHATCA HopMaTuB-
Hble MOJIOXEHUSA, CYLLECTBYET PUCK NOTePK LieN1eBOro afieMeHTa B pesy/fibTare ocaxaeHns. B pamkax AaHHOro
pasfgena Heob6xoAuMO ybeanTbCA B OTCYTCTBMU MNOTEPb LEeNeBblX 3/1EMEHTOB B pacTBOpe UCNbITaTENbHOrO
obpasua. [1/19 NpoBepKn BCEX OCTATKOB W onpefesieHnss B HUX COAEepXXaHUs Wn OTCYTCTBUSA LeNeBbIX 3/1e-
MEHTOB A0/DKEH UCMO/b30BaTbCA APYroli MeTo/ n3mepeHns. AflbTepHaTUBHO MOC/Ie KMC/TIOTHOrO pas/ioXeHuns
OCTaTKu Heo6XoAMMO NOABEPrHYTb MOSIHOMY AOMNO/THUTE/IBHOMY Pas3/iIoXeHU0 C NOMOLBIO APYrMX MeTOoAoB
(HanpumMep, NOCPeACTBOM LLE/IOYHOTO MNJIaBMEHNS WM UCTO/Ib30BaHUSA repMETUYHONO cocya nog AaBsieHneM).
O6paboTaHHble TakuMm 06pa3oM OCTaTku 3aTeM 06beMHAITCA C KNC/IOTHO-PACTBOPEHHbIM PacTBOPOM U 13-
MepsTCS.

OcTaTtkn o6pasua Heo6XxoA4MMO OTAENUTL C MOMOLLbLIO LeHTpudyrn unn dunbtpa. CogepxaHue octaT-
KOB HEOB6X0AMMO NPOBEPUTL (Hanpumep, C NOMOLLbIO Pd-n3mepeHunii) n ybeanTbcs B OTCYTCTBUM B HUX Liene-
BbIX 3/1eMeHTOB. PykoBOACTBO Mo nposefeHntio P®A npusegeHo B IEC 62321-3-1.

Ecnn B npucyTcTBylowem cepebpe cogepxuTcsa 60/blloe KONMYecTBO Of10Ba, T.e. NPUMNoi, He coaep-
xawmii Pb, B KauecTBe pacTBOpPSAIOLLEN KACMOTbI A0/HXKHA NCNONb30BaTbCA COMSAHaA KMcaoTta ¢ gobasreHnem
10 Mn nepekncu Bogopoaa A0 Tex Mnop, Noka passioxeHne He 6yAeT 3aBepLleHo.

7.2.2 O6wmne meToabl pa3noxeHns obpasua

a) CTeKNsHHbIA Xxumuyeckumii ctakaH (5.2, nepeymncnieHve e. MyHKT 2). B KOTOPOM HaxoauTcs obpasel,
3aKpbITb CMOTPOBbIM CTek/1IoM (5.2, nepeuncneHve e, NyHKT 5). lo6aBuTb 20 MA CMeLIaHHOW KMcnoTbl 1 (4.2,
nepeuncnexHune |, NyHKT 1) n HarpeTb CTakaH A0 pacTBOpeHMs obpasua. [ocne Toro Kak ctakaH OCTbIHET A0
KOMHaTHOl TemMnepaTypbl, MPOMbITb €r0 BHYTPEHHME CTEHKM U HWXKHIOIO YacTb CMOTPOBOIO CTekna Bogoi (4.2,
nepeuncneHune a). Nepenutb pacteop B 100 Ma MepHyto konby (5.2, nepeyuncneHme e, NyHKT 3) U 3anofHUTb
BOAOW (4.2, nepeuncrieHne a) Ao MeTkU. MonyyYeHHbIN pacTBOp NpeacTaBnsieT co60l KOHLEHTPUPOBaHHbIN
pacTBop obpasua. Pa3baBnTb AaHHbI pacTBOp BOAOM (4,2, nepeuncnenune a) 0 He06XoAMMONM KOHLEHTpaLmm
[O/19 KaX[0ro nsmeputenibHoro npnéopa. Ecnn Heo6xoaumo, 06aBUTbL pacTBOP BHYTPeHHero ctaHpapTa (4,2,
nepeyncneHne w) c cogepxaHnem, Hanpumep, Rh. o 3anonHeHusa konbébl (5.2. nepeyncneHve e, NyHKT 3)
BOAOM (4.2. NnepeyncrieHne a). Tun asieMeHTa 1 ero KosiM4ecTBO 3aBUCAT OT BbIOPAHHOIO aHa/IMTUYECKOro Me-
Toga. Mpu pacuyeTe pe3ysbTaTOB HEOOXOAMMO YUNTbIBaTb COOTBETCTBYIOWME CNocobbl pa3baBneHnsa. U pas-
6aBneHve, n fobaBrieHNe BHyTPEHHEro ctaHgapTa AO0/DKHO AOKYMEHTUPOBaTbCS B NPOTOKO/1E UCTbITaHWIA.

b) Mpn npumeHeHun metoga AFS BHauyane Heo6xXoAMMO A0 PasNoXeHUA KOHLEHTPUPOBAHHOIO pacTBo-
pa c NnomMowWbo NMAeTKM nomectTutb 2,50 mn pactBopa B 100 mn xumunyeckuii ctakaH (5.2. nepeuncrnieHne e,
MYHKT 2).

MomecTnTb cTakaH Ha anektponauTky (5.2, nepeumcneHue l). HarpeTb Npu HU3KOW TemnepaType A0
NOJIHOTO BbICbIXaHUs1 pacTBopa. MNpoTepeTb BHYTPEHHME CTEHKM CTakaHa BOZOW (4.2. nepeyncrieHne a) u Ao-
6aBuTb NMM60 1.0 Mn (ans onpegeneHua Cd) wm 1,5 mn (gns onpegeneHua Pb) consHoi kucnoTel (4.2,
nepeuncnexHune d, NyHKT 2). HEMHOro HarpeTb ANs pacTBOPEHNSA CONM B cTakaHe. OXNaAnTb pacTBOpP NpU KOM-
HaTHOW TeMnepaTtype 1 NepemMecTUTb ero B MepHyto konby (5.2. nepeuncneHne e, nyHkT 3). PactBop B 50 mn
Kkonbe obpabaTbiBaeTCA B CriefyloLwen nocnenoBaTelbHOCTU COOTBETCTBEHHO.

- Ona onpepenenus Pb pgo6aButb 4.0 M mackupytoulero areHta 1 (4.2. nepeuncrieHune t. NnyHkKT 1) B
MEpPHYI0 K016y 1 3anoNHNTbL BOAOM (4.2, nepeyncreHne a) o MeTku. Nocne cmewnBaHWs OCTaBUTb OCeAaTb
npumepHo Ha 30 MUH. a 3aTeM NPOoNYCTUTb Yepe3 MeA /IeHHOAENCTBYIOLWYO (hnNbTPOBasIbHYO Bymary. ®usb-
TpaTbl HEO6XOAUMO OCTaBUTb A1 UCTbITaHWIA.
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- na onpegenerdnsa Cd po6asutb 1,0 Mn pactBopa kobanbTa (4.2, nepevyncneHune ) n 5.0 ma mackupy-
touiero areHTa 2 (4.2, nepeyncneHme t. NyHKT 2) B MEPHYIO KO/IBY M 3ano/IHUTbL BOAON (4.2, nepeyncrieHne a)
00 MeTkn. OcTaBUTb ocefatb NpuMepHo Ha 30 MUH. PacTBOp HEOGXOAUMO OCTaBUTb A1 UCMbITAHWIA.

7.2.3 O6pasubl, cogepxauwme Zr, Hf, Ti, Ta. Nb nan W

3akKpbITb XuMnyeckmin ctakaH PTFE/PFA (5.2. nepeuncneHne h, nyHKT 1). B KOTOPOM HaxoguTcsa obpa-
3eL, KpbIwKoW (5.2, nepeuncrienne h, nyHKT 2). lo6aBuTb 20 M1 CMeLIaHHOM KUcnoTbl 2 (4.2. nepeyuncneHue |,
NYHKT 2) U HarpeTb CTakaH 40 pacTBOpeHUs o6pasua.

Mocrne TOro Kak ctakaH OCTbIHET [0 KOMHATHOW TemnepaTypbl, NPOMbITb €ro BHyTpeHHue cTeHkun (5.2,
nepeuncrieHne h. NyHKT 1) N HMKHIOK YacTb KpbIwkK (5.2, nepeuncrieHne h, NyHKT 2) Bogown (4.2, nepeymnc-
neHune a). CHATb KpbIwky (5.2, nepeuncneHune h, nyHkT 2). Mepenntb pactBop B 100 Ma MepHyto konoby (5.2,
nepeuncrieHne h. NyHKT 3) 1 3aNoNHUTL BOAOW (4.2, nepeyncneHne a) 0 MeTKU.

MonyyeHHbIi pacTBOp NpeacTaBfisieT cOO0M KOHLEHTPMPOBaHHbIN pacTBop obpasua. Pa3baBuTb faH-
HbIi pacTBOp BOAOV (4.2. NnepeyuncneHne a) 40 HeOO6XOAMMONM KOHLUEeHTpauMn Ans Kakaoro NamepuTesibHOro
npnbopa. Ecnn Heo6xoaMmo, A06aBUTbL pacTBOP BHYTPEHHEro ctaHgapTa (4.2, nepeyuncsieHne w) c cogepxa-
Huem. Hanpumep. Rh go 3anonHeHusn kon6sbl (5.2, nepeuncnenHve h. nyHkT 3) Bogoli (4.2, nepeyuncrieHve a).
Tak Kak 34ecb Mcnonb3yeTca MTOPUCTOBOAOPOAHAA KucoTa (4.2. nepevyncneHne e). pacTBop BHYTPEHHero
cTaHfapTa (4.2, nepeyncnieHve w) He O/DKEH CoAepXaTb pefKo3eMe/bHbIX 3/1IeMeHTOB. Tun afieMeHTa 1 ero
KO/IMYECTBO 3aBUCAT OT BbIGPAHHOrO aHanIMTUYeckoro metoga. MNpu pacyete pesynbTaToB HEO6XOAMMO Y4u-
TblBaTb COOTBETCTBYIOLME CNOCOObLI pa3baBneHns. M pasbasrsieHne, n fobaBneHne BHYTPEHHEro ctaHaapTa
OO/MKHO AOKYMEHTMPOBAaThCS B MPOTOKO/E UCMbITaHUIA.

MpumeuaHune — [aHHblli METOA He NOAXOAUT ANSA npoBeaeHnsa AFS.

7.2.4 O6pasubl, cogepxauime Sn

3akpbITb cTakaH (5.2. nepeyncneHne e. NyHKT 2), B KOTOPOM HaxoamTcsa obpasel,. [jlo6aButb 10 M cme-
WaHHOM Kncnotbl 3 (4.2, nepeuncrieHne | NyHKT 3) Menkumu nopumsmu. Mo OKoH4YaHUW GypHON peakuuu
cnepyeT MefJ/IeHHO HarpeBaTb CTakaH [0 MOJIHOro pacTBopeHunsa obpasua. Mocnie Toro Kak cTakaH OCTbIHET,
NPOMBbITb €ro BHYTPeHHUe cTeHku (5.2, nepeymncneHne e. NyHKT 2) U HYWXKHIOK YacTb KPbILWKN BOAON (4.2, nepe-
yncneHune a). CHATb KpbIwKy. lo6aBuTb 10 MA cepHON KMCNoThbl (4.2, nepedyncneHne b. nyHKT 1) 1 HarpeBaTb
cTakaH (5.2. nepeuncrieHne e, NyHKT 2) A0 nosiBfeHns 6enbix napoB S 03. MNMocnie oxnaxaeHUs B TeveHne He-
CKO/IbKUX MUHYT A06aBUTb 20 M/1 6POMUCTOBOAOPOAHON KMC/OThI (4.2. MepeymncneHne j) n HarpeeaTb XMMnde-
ckuin ctakaH (5.2, nepeuncneHune e, NyHKT 2) A0 TeX NOpP. NOKa He CTaHyT 3aMeTHbIMW 6eNnble napbl.

MoBTOPUTL AaHHbIM Npouecc Tpu pasa. lNocne oxnaxaeHus A0 KOMHATHOW TemnepaTtypbl A06aBUTH
10 Mn a30THOW KMCNOThI (4.2. nepevyncneHune c. NyHKT 1) Ansa pacTBopeHns coneii. NMepenuTtb pacteop B 100 mn
MepHyto Konby (5.2, nepeuncneHne e, NyHKT 3) 1 3ano/IHUTL BOAON (4.2, nepevncneHve a) 4o MeTku. Mony-
YeHHbIi pacTBOp NpeAcTaB/isieT COG0M KOHLEHTPMPOBaHHbIV pacTBOp ob6pa3ua. Pa3baBuTb gaHHbI pacTBoOp
BOJON (4.2, nepeyncneHne a) [0 He06XOAMMOWN KOHLEHTpaLMn 415 KaXA0ro n3aMepuTtenbHoro npnéopa. Ecnu
Heob6xo4nMo, f06aBUTL PACTBOP BHYTPEHHEro cTaHgapTa (4.2. nepeyncneHne w) ¢ cogepxaHnem, Hanpumep.
Rh go 3anonHeHuns kon6bl (4.1, nepevyncneHne e. NyHKT 3) BOAON (4.2, nepeyuncrieHme a). Tun anemeHTa u ero
KO/INYeCTBO 3aBUCAT OT BbIOPAHHOrO aHanIMTU4YecKoro metoga. MNpu pacuyeTe pe3ysibTatoB HEOOBXOAMMO Yuu-
TblBaTb COOTBETCTBYIOLME CNOCOObLI pa3baBneHns. M pasbasrieHne, n fobaBneHne BHYTPEHHEroO cTaHaapTa
(4.2. nepeuncrieHne w) O/HKHO AOKYMEHTUPOBATLCA B MPOTOKO/1E UCTbITAHWIA.

AnbTepHaTMBHO 1 r obpasua pacTBopsieTcsa nocpeAcTBoM fobaBneHusa 40 mn Bogbl (4.2, nepeuyunc-
nieHue a), 12 Mn a3oTHOW KUCNOTbI (4.2, nepeduncrieHne ¢, NyHKT 1) 1 6 M1 CBEXONPUroTOB/IEHHOM hTopo6op-
HOM KncnoTbl (4.2. nepeuncnerue f) (200 mn 40 %-Holi (No macce) (PTOPUCTOBOAOPOAHON KNCNOThI (4.2. nepe-
yucneHune e) c 75 r 6opHoI KMCIoTbl (4.2, nepeuncrieHne j). MNpyn aTOM JOMKHbI UCMO/Ib30BaTbCSA XMMNYECKUIA
cTakaH PTFE/PFA (5.2, nepeuncneHue e. NyHKT 3) 1 MepHasi Kosiba U3 NosiMaTu/eHa BbICOKOW NIOTHOCTU UAn
PTFE/PFA (5.2, nepeuncneHune e, NyHKT 3).

MpumeyaHue — [aHHblli MeToA He NOAXOANT ANsA npoBefeHus AFS.

7.3 ONeKTPOHHbIE KOMMOHEHTbI

7.3.1 O6uwas nHdopmaymsa

Mpoueaypa NpUroToBAeHUs pacTBOpa UCNbITaTe/IbHOro o6pasLa, onvcaHne KOTOpoi NPUBOANTCSA B Ha-
cTosiem cTaHAapTe, He 06a3aTefIbHO OXBaTbIBaeT BCIO 3/IEKTPOHUKY. Nocne pa3siokeHuss B pacTBope MoryT
npucyTcTBOoBaTb TBepAble ocTtaTku. CriegyeT ybeautbcs (Hanpyumep, C NOMOLbIO Pd-crnekTpomeTpum), 4To
B [laHHbIX OCTaTKaxX HeT 3HauuTesIbHbIX KO/IMYECTB LefieBbIX 3/1eMeHTOB. ECn xe oHu ByayT 06HapyXeHsbl,
AaHHble OCTaTKN HEO6X04MMO PacTBOPUTL APYIMMU XMMUYECKUMWU MeToAaMu U 06 beANHNUTL C PacTBOPOM UC-
nbiTaTeslbHOro o6pasua.
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O6pasubl 415 aHaNM3a [O/IKHbI NPeAOCTaBNSATLCS KakK M3MeSIbUEeHHbIV MaTepuas 3/1eKTPOHHbIX U34enunii,
ornvcaHue KoTopbIX NpuBoauTCA B pa3gersie 6. MopoLok noaBepraeTca rmaposimTMyeckoMy passioxeHnio cMecu
a3oTHot HN O3 n consiHoii HCI kMcnoTbl (fanee — «uapckas BoAKa») UM MUKPOBOJIHOBOMY Pas3/ioXeEHUIO C
ycunusaowmm BosgelictBrem, HNO03. HBF4, H20 2 n HCI. 'mgponntuyeckoe passiokeHue B L@PCKo BOAxe
nponsBoguTca cornacHo ISO 5961. CogepxaHue anemeHToB Pb 1 Cd onpegensieTca ogHOBpPEMEHHO B pasfia-
raroLem pacTBope C NOMOLLbI0 ONTUYECKOM 3IMUCCMOHHOW CMEeKTPOMETPUU C MHAYKTUBHO CBA3aHHOW Nia3mMon
(ICP-OES) nnn macc-c/ieKTpoMeTpun ¢ UHAYKTUBHO CBSA3aHHOM nnasmoii (ICP-MS) nnm nosnemMeHTHO ¢ NOMo-
Wb aTOMHOM abcopbLUnoHHOM crniekTpomeTpun (AAS) nnv atToMHOM hlyopecueHTHOM cnekTpomeTpumn AFS.

MpumeuvuaHnne — EcnmHetr HBF4 He06x0AMMOro k1acca YACTOTbl, BMECTO HEE MOXET UCNOb30BaThCA hTOpU-
ctoBogopoaHas kucnota (HF).

7.3.2 TnaponnTMYOCKOO pas/ioxXeHne B LapCKOl BoAke

a) B3BecuTb NpMMepHO 2 I n3MeNbYeHHOro obpasua (MakCMmasibHbIA pasmep yactuy: 250 MKM) C OKpy-
rneHvem o 0,1 Mr n NOMecTuUTb B PeakLUMOHHBbI/ cocya, a 3aTem fo6aBuTb 30 M1 CMeELLaHHOW KUC/OoTbl (4.2,
nepeuncnexue |, nyHkT 3). Cocys ocHallaeTca gedpiermaTopom n abcopObLNOHHOM eMKOCTbIO C cofepXaHnem
10 mn 0.5 monb/n HN O3 (4.2, nepeuncneHune ¢, NyHKT 2). Nlocne aToro 3anyckaeTcsa TemnepaTypHas nporpam-
Ma ANa pasfioxeHns obpasya: 12 4 npy KOMHaTHOW TemnepaTtype u 2 4 npu Temnepatype 120 CC. MNocne ox-
naxaeHna 40 KOMHaTHOWM TemnepaTypbl cogepXXmmoe abCcopOLNOHHON eMKOCTU NOMELLaeTCs B peakLMOHHbIN
cocys. O6pasel, nponyckaeTcsi yepe3 0,45 MKM CTEK/TOBOJIOKOHHbI MuKpodmnbTp (5.2, nepeyncneHue r),
a TBepAble OCTaTK/ NPOMbIBAlOTCA YeTblipe pasa CONSAHOW KucnoTor 15 mn 5%-Hoi (no macce) (4.2. nepe-
uncnenne d. NyHKT 3). MNMony4yeHHbI pacTBOp nepenvBaeTcs B 250 mMa MmepHyto konby (5.2, nepeuncneHue e,
NYHKT 3) 1 3anosHsaeTcs 5 %-HoW consiHol kncnotoli (4.2, nepeyuncrieHne d. nyHKT 3) 4o meTku gnsa ICP-OES
n ICP-MS nnu B 1000 mn konby (5.2, nepeuncneHune e, NyHKT 3) 1 3anonHsaeTca 5 %-HoW (N0 Mmacce) ConsHON
KucnoTtoii (4.2, nepeuncnerHue d, nyHKT 3) 4o MeTkun onst AFS.

MonyuyeHHbI pacTBOp nNpeacTaBnseT cob60i KOHLEHTPMPOBaHHbIN pacTBOp o6pasua. JaHHbIA pacTBop
MOXHO pa36aButb 5 %-Hoii HCI (4.2. nepeuncneHve d. NyHKT 3) 4O ONpefesieHHOro YpPOBHS KOHLLeHTpauum
015 K&X[0ro namepuTesibHOro npuéopa. Ecnv 6yaeT ncnosib3oBaTbCs BHYTPEHHUIA CTaHAapT, OH JOJTKEH f0-
6aBnATLCA Nepes 3anofiHeHueMm. [Ns8 okoHyatesibHoro o6bema 100 mn Heo6xoaumo Ao6aBuTb 1000 MK
BHYTpeHHero ctaHgapta ans ICP-OES mn ICP-MS (nocne pas6asneHnsa 1:1000).

b) Mpwn npumeHeHnn metoaa AFS BHavasie He06X04MMO 4,0 Pa3/I0XKeHNs KOHLEHTPMPOBAaHHOIO pacTBopa C
NOMOLLBIO NMUNETKM NomecTuTb 2,50 M pacTBopa B 100 M XMMUYecKuli cTakaH (5.2, nepedncrieHne e. NyHKT 2).

MoMecTnTb cTakaH Ha anekTponauTtky (5.2. nepeuuncneHue |). HarpeTb Npu HU3KOM TemnepaType A0
NOJIHOrO BbICbIXaHNS pacTBopa. MNpoTepeTb BHyTPEHHME CTEHKN CTakaHa BOAOW (4.2, nepeyncrieHne a) n 4o-
6aBuTb NM60 1,0 Mn (ana onpegenenus Cd) mam 1.5 mn (gna onpepenenus Pb) consHon kucnotbl (4.2,
nepeuncnexnune d, NyHKT 2). HEMHOro HarpeTb Ai/1 PaCTBOPEHNS CONMMN B CTakaHe. OXNaAnTb pacTBOp Npu KOM-
HaTHOI TemnepaTtype 1 NepeMecTUTb ero B MEPHYIO KO/By (5.2. nepeuncreHune e, NyHKT 3). PactBop B 50 Mn
Kkonbe obpabaTbiBaeTCA B CriefyloLwen nocnefoBaTelbHOCTU COOTBETCTBEHHO.

- lns onpegenennsa Pb o6aBntb 4.0 M1 Mackupytowero areHta 1 (4.2. nepeuncneHve t, nyHKT 1) B Mmep-
Hyl0 KONby 1 3anonHUTbL BOAOW (4.2, nepeyuncrieHve a) A0 MeTKW. ocne cmelmBaHUA OCTaBUTb ocefaTb
npumMepHo Ha 30 MUH. a 3aTeM NPONYCTUTL Yepe3 0,45 MKM CTEK/TOBOJSTIOKOHHbIV MUKpodhmnnbTp (5.2, Nnepeyuc-
neHwue r). PuibTPaTbl HEOH6XOAUMO OCTaBUThL AJ/15 UCMbITAHWUIA.

- Ona onpegeneHnsa Cd po6aButb 1,0 Mn pacTBopa KobanbTa (4.2. nepeuncrieHne n) n 5,0 ma mackupy-
IOWero areHTa 2 (4.2, nepeyuncrieHme t, NyHKT 2) B MEPHYIO KOJIBY U 3aMNo/IHUTbL BOAOW (4.2. NnepeyncrieHme a)
[0 MmeTkn. OcTaBUTb ocefaTb NpMMepHO Ha 30 MUH. PacTBOp Heo6Xo4MMO OCTaBUTb A5 UCNbITAHWIA.

Ecnn Ha cdmnbTpe nmeroTcs ocTtaTku obpasua, Ux Heob6xoaMMo NMPOBEPUTL C MOMOLLBIO COOTBETCTBYHO-
LMX N3MEePeHuit (Hanprmep, NOCPeACTBOM PEHTIEHOBCKOM h/lyopecLeHTHOM CrneKTpoMeTpun) A5 NOATBEPX-
[EeHNA OTCYTCTBUA LiefieBbIX 3/IeMeHTOB. PyKOBOACTBO Mo nposBefeHuto PPA npusegeHo B IEC 62321-3-1.

Ecnu B nabopaTtopun HeT 060py0BaHUs], yKa3aHHOIO Bbille, OHAa MOXeT UCMNO/Ib30BaTb 60s1ee NPOCTOi
noaxof, ecsiv nosib3oBaresib CMOXeT NoATBepAUTb ero NpUrogHocTb. OTK/IOHEeHUA OT npoueayp, onucaHve
KOTOPbIX NPMBOAUTCA Bblle, HEOBXOA4MMO OLEHUTb U 3a[l0KyMeHTMPOBaTh B MPOTOKO/ME UCMNbITaHWIA. Takol
YNPOLEHHbIA NOAXOA, MOXHO peasin3oBaTb CNeAylolmM 06pa3oM: CTeK/ISAHHbIN XMMUyeckunini ctakaH (5.2. ne-
peuncneHune e. NYHKT 2) c 06pasL,oM 3aKpbITb CMOTPOBbLIM CTEKNIOM (5.2. nepeyncneHmne B. NyHKT 5). [lo6aBUTb
CMeLLaHHYI KUCoTy (4.2. nepeuncrieHne . NyHKT 3) 1 HarpeBaTb XMMUYeCKnin cTakaH (5.2. nepeuncneHue e,
NYHKT 2) B TedeHune 2 4 npu Temnepatype 120 GC. nocsie 4ero ocTaBUTb €ro Ha 12 4 Npu KOMHaTHOW Temne-
patype. MpombITb BOAOW (4.2. NepeyncsieHne a) HWKHIOK YacTb CMOTPOBOro ctekna (5.2. nepeuuncrnieHue e,
NYHKT 5) N BHYTPEHHME CTEHKM XMMMUYecKoro ctakaHa (5.2. nepeuncneHue e. NyHKT 2). CHATb CMOTPOBOE
cTekno (5.2, nepeduncrieHre e, NyHKT 5). Mocne ocTbiBaHUA o6pasel, nponyckaetcsa Yepes 0,45 MKM CTEKI0BO-
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NOKOWHbIN MUKpodubTp (5.2, nepevncneHue r). Teepable OCTaTKM NPOMbIBAKOTCH COMSIHOM KMCNOTOM 5%-Hoi
(no macce) (4.2, nepeuncneHne d. nyHKT 3). NMony4yeHHbI pacTBOp nepeninBaeTcsa B MepHyto konby (5.2, nepe-
YnC/IEHUNE €) U 3aMNO0JIHAETCH COMSIHOM KMcNoTol 5%-Holi (no macce) (4.2, nepeuncneHne d, NyHKT 3) 4,0 METKN.
MonyyeHHbIi pacTBOP UCMNONb3yeTcsa A/19 NPOBeAEHNSA AaNbHENRLWNX N3MepeHunii.

7.3.3 MuUKpPOBOJIHOBOE passioXeHue

a) BaBecuTb 200 I n3mesib4eHHOro obpasua (MakcMmasibHbI pasmep Yactuu: 250 MKM) U MOMECTUTb B
cocyp, U3roToBreHHbIli n3 PTFE/TFM. PTFE/PFA nnn gpyroro dotopyrnepogHoro matepmana (5.2, nepeunc-
nexwue h). Jo6aButb 4 M1 HNO03 (4.2, nepeuncrnieHne ¢, nyHkT 1). 2 mn HBF4 (4.2. nepeuncneHne 0.1 mn H20 2
(4.2. nepeuncneHne k) n 1 mn Bogpl (4.2. nepedncneHuve a). NMepen 3akpbiTMeM COCyAbl TLWAaTe/IbHO Nepeme-
LMBalOT B TeyeHne npumepHo 10 ¢ Tak. 4Tobbl yaannTb MFHOBEHHO obpasytolmecs rasbl. Nocne aToro o6-
paseL, NoABepraeTcsl Pas/ioXeHNIo B MMKPOBO/THOBOW Meun (5.2. nepeyuncrieHne p) B COOTBETCTBMM C 3apaHee
pa3paboTaHHOM nporpamMmmoili. Ha nepBoi cTagun pasnoxeHns (ctagus A) NPOUCXOAUT PacTBOPEHUE TaKMx
OopraHnyecknx KOMMOHEHTOB, KakK NONUBUHUAXIOPUA, U HEKOTOPbIX 3N1EMEHTHBIX MEeTas110B.

MpumeuvuaHune 1— Ecnmkncnota HBF440CTaTOYHON YNCTOThI OTCYTCTBYET, BMECTO HEE MOXET MCNO/b30BaThb-
cs (propuctoBogopogHasn kucnota (HF).

MpumeyvaHnune 2 — Kucnota HBF4 u HF He noaxoAsT Ansa npumeHeHus metoga AFS. MeTos MUKPOBOJSTHOBOTO
pasfioXeHnss MOXeT UCMOoNb30BaTbCA ANA meToda AFS, Tonbko ecnu ncnonb3ytotesa HCL. HNO3 unm nx cmecs ¢ H20 2.

b)Cocya, OTKpbIBaeTCs NMocse oOxIaXAeHNss 0 KOMHATHOW TemnepaTypbl (MpUMepHO Yepe3 1 4). nocne
yero go6asnsetca 4 mn HCI (4.2. nepeuncnenuve d, nyHKT 1). Nocne NOBTOPHOro 3akpbITUA cocyga npouc-
XOAUT pacTBOpPeHVe APYrMX 3/1EMEHTOB B COMISAHONM KucnoTe (4.2. nepeuncneHuve d, NyHKT 1): aTo ABNseTcs
BTOpOIi cTagueii (cTagueli B) MMKPOBO/THOBOTrO passioxeHus ¢ ycuneHnem. Mpumep noaxogsiieli MUKPOBOSI-
HOBOW nporpammsbl (CTagum A n B) MOXHO HaiiTu B Tabnauue A.6.

c) Mocne oxnaxaeHNs A0 KOMHaTHOM TemnepaTtypbl (MPUMepPHO Yepes 1 4) cocyh OTKPbIBAKOT U pacTBoOp
nponyckaeTcs yepes CTEKI0BOTOKOHHbIN MUkpodmnnbTp (5.2. nepeumcneHve r) B 25-mmnnnmeTtposyto konoy (5.2,
nepeuncneHvie e. NyHKT 3). MPOMbIBAETCA W 3aMoIHAETCS COJSAHOM KMCoTol 5 %-moii (no macce) (4.2. nepeunc-
nexHue d, nyHKT 3). Ecnn Ha dmnbTpe UMerTC ocTaTku obpasua, Mx Heo6XoAMMO NPOBEpPUTL C MOMOLLBIO COOT-
BETCTBYHOLUMX U3MepeHuli (Hanpymep, NocpeacTBOM PeHTIeHOBCKOM dlyopecLeHTHOW CnekTpomMeTpum) Ans noa-
TBEPXOEHUS OTCYTCTBUSA Lie/IeBbIX 3/1IEMEHTOB. PYKOBOACTBO Mo nposefeHnio POA npusegeHo B IEC 62321-3-1.

Mpoueaypa, onvcaHve KOTOPOU NpUBEAEHO Bbille, COAEPXUT MUHUMa/IbHbIe TpeboBaHUA, NpeabABs-
eMble K CUCTeMe MMKPOBO/IHOBOIO Pa3sfioxeHUs. PeKoMeHayeTCcsa NpoBOAUTb ABYXKPATHbLIA WK TpexKpaTHbIn
aHa/In3 ANAa Kaxaoro obpasuya B TeYeHWe OfHOro LMKIa.

PekomeHayeTcsa B3BelMBaTb B COCY/, pa3fioxeHus/peaktop He 6onee 200 Mr namenb4eHHOro obpasua.
M3Me/ibYeHHble 3/1EKTPOHHbIE 3/1EMEHTbI (B BUAE MOPOLLKa) MOryT 6bICTPO 1 BypHO pearmpoBaTb B CMecu C
HNO3, HBF4. H20 2 n HCI ¢ BblgeneHunem rasos (C02. NOX 1 T. 4.). 3TO BefeT K MNOBbILWEHNIO AaB/ieHNSA B
3aKkpbITOM cocyze. MNpu pe3kom NoBbIWeHUN AaBNeHNA MOXeT cpaboTaTb cucTeMa 3alwmTbl MUKPOBOTHOBOM
rneuu, n cocyg otkpoetcs. MNpu 3TOM BO3MOXHa MOTeps Le/IeBbIX 3/IEMEHTOB, a B XyLIeM C/iyvyae MOXeT npo-
N30MTN B3PbIB.

Ecnn B Xo4e 04HOro LuMkna npoBoAnTCA ABYXKPATHbIV AN TPEXKPaTHbIN aHann3, Heo6xo4MMo B3BeLUU-
BaTb OHO M TO XXe KONIMYeCcTBO 06pa3L0B O4NHAKOBOro TUna.

Ecnn gnsa nonyyeHus penpeseHTaTUBHOM 4acTum M3mepsieMoro matepuana Tpebyetca 6onee 200 mr
obpasua, HeobXo4MMO UCMOMb30BaTh CreAyloWwy npoueaypy. Pasfennte obpasel, Ha Nopuun nNpUMepHo
OJVHaKOBOW Macchbl. B3BeCcuTb Kaxayto NopLumio, MOMeLLaeMyto B OTAe/bHbIM COCYA, Pa3/ioXeHUs, BbINOAHUTb
npoueaypy pasnoxeHus B KaXKAOM cocyfe U 06befUHUTL MOo/yYeHHble PacTBOPbI Pa3/iokeHuUs.

Mpumep — N5 pasfoXeHns ne4yaTHOW Ni1aTbl MUHUMaNbHOE He0o6X04MMOe KonmyecTBO o6pasua Jox-
HO cocTaBnAThb 1,2r.Mo3ToOMy B LWeCT U cocyaax Heo6xoaMmo B3BecuTb 6 * 200 Mr nsmenbyeHHoro obpasua.
Mocne oxnaxfeHusa B KOHUe CTaaun B MUKPOBOMTHOBOIO pasfloXeHWs COCyAbl OTKPbIBA TCA, a pacTBOpPbI
o6benHA T CA, Nponyckal TCA yepe3 CTEKN0BONOKOHHbIN MukpodunbTp 0,45 mkm (5.2, nepeuncneHune r) B
100 MmN MepHyto Kon6y (5.2, nepeuncneHune e, nyHKT 3), NPOMbIBalO T CS M 3aMNO/THAK T CA CONSHON KNCNOT O 5%-
HoW (no macce) (4.2, nepeuncnexne d, NyHKT 3) 4O MeTKM.

d) Ecnn Ha dunbTpe nmetoTcsa octatkm o6pasua, nx Heob6Xxo4MMO NPOBEPUTL C MOMOLLLIO COOTBETCTBYHO-
LWMX n3mMepeHuii (HanpumMep, NOCPeACTBOM PEHTITEHOBCKOW (h/TyOpecLeHTHON CNeKTpOMeTpUn) A8 NOATBEPX-
[eHna OTCYTCTBUSA LeNeBbliX 3/1eMeHTOB. PykoBoACTBO No nposegeHnto POA npusegeHo B IEC 62321-3-1.

7.4 TloaroTtoBKa peareHTHOro X0/10CTOro pactesopa

[aHHas npoueaypa MAeHTUYHA Npoleaype NMoAroToBkyM o6pasila; oHa BbIMOJIHAETCS NapasisiesibHo, HO
6e3 obpasua.
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8 Kanmnbposka

8.1 O6was nHopmauunsa

JlonyckaeTcs, 4To o6pa3eu, YMeeT HeN3BECTHbI COCTaB, U NO3TOMY pPEKOMEHAYETCA UCNONb30BaTb Me-
TOA4 BHYTPEHHEro CtaHgapTta (MeTO,EL CpaBHeEHUA VIHTeHCVIBHOCTI/I). Mpn HeOﬁXO,qI/IMOCTI/I MOXeT Ncnosib3oBaTb-
CA TakKXe MeTon ,D,O6aB]'IeHVIF| CTaHA4apTHOro pacrteopa. Ecnu OTCYTCTBYHT Mellaruwmne maTpnyHblie 3/IeMeHTbI
nnn ecnm N3BeCcTeH cocTtaB 06pa3u,a, MOXET NPUMEHATLCA METOA KaﬂVIﬁpOBOLIHOVI KpMBOI?’I.

8.2 NMogrotoBka KaNMGpPOBOYHOIO pacTBopa

Mocne nocteneHHoOro pas6asB/fieHNs CTaHAAPTHOro pacTBoOpa Kax[oro asieMeHTa pasbaBneHHble CTaH-
[apTHble pacTBOpbl, cogepxatime oT 0 MKr o 100 MKr KaxAoro asfiemeHTa, nepenvsatorca B 100 mn MmepHyto
Konby (5.2. nepeuuncneHne e. NyHKT 3). 3aTeM HEO6XOAMMO A06aBUTL ONpeaesIeHHOEe KOIMYECTBO Kaxaoro pe-
aKTUBa W. ecnm ncnonb3yetca metog AFS nnm MeTof BHYTPEHHEro ctaHgapTa, COOTBETCTBYOLLEe KOSIMYeCTBO
pacTtBopa gNns pactBopa kobasbTa (4.2, nepeyuncrnieHne 1) n pacteopa Tuokapbamuga (4.2. nepeyncrieHme s)
AN MacKupylowero areHta (4.2, nepeyncneHne 1) Wan pacteopa BHYTPeHHero ctaHgapta (4.2. nepeyncre-
HUe W) ANS OOCTMXKEHNA KOHLEHTpaLUn peakTmBa, WAEHTUYHOM KOHLUEeHTpauun pacteopa obpasua.

MonyyeHHbIi pacTBOp NpeacTaBAseT co60i CMelaHHblli pacTBop KannbpaHTa gns ICP-OES. ICP-MS
nnn AAS.

8.3 NocTpoeHne KaiIMb6pPOBOYHO KPUBOWA

CnekTpOMeTpbl NOAroTaB/MBAIOTCA A/19 KBaHTUdMKaumn. Hactb pacTBopa, Nosly4eHHOro corsiacHo 8.2,
pacnblnsieTcs B aproHOBYIO Ma3mMy wanM BO3AyLLHO/aleTu/ieHoBOe Nnnams B C/lydyae MpUMeHeHUsl MeTOA0B
ICP-OES. ICP-MS nnn AAS. Ecnm pacTBop o6pasua coaepXxnT hTopucToBOo40pPOAHYO kucnoTty (HF). gomkHa
ncnonb3oBaTbes HF-cToMKkas cuctema nogayunm obpasua.

Mpu npumeHeHnn metoga AFS nn6o Pb (Il) okucnseTca B ucnbityemom pactsope 0 Pb (1V) ¢c nomoubio
KPOBSIHOW conn, 3aTeM BCTynaeT B peakuunto ¢ KBH4 n reHepupyeT netyuunii rugpug PbH4. nnn noxHbii Cd B
ncnbiTyeMOM pacTBope pearnpyet ¢ KBH, v reHepupyeT neTyunii ra3 PbH4. nnn rasoobpasHbiii Cd otaensatoT
OT XWAKOCTU N BBOAAT B KBapLEBYIO Neyb C ra3oM-HocuTenem (Ar) 1 pacnbiisiior.

a) ICP-OES (OnTuyeckast SMUCCUMOHHAasi CNEKTPOMETPUSI C UHAYKTUBHO CBA3aHHOW N1a3moii):

- MokasaHnsa onpeaensanTca 419 UHTEHCUBHOCTU U3/TyYEHUA LiesIeBbIX 3/IEMEHTOB (U. ec/in Heobxoau-
MO. 3/1eMEHTOB BHYTPEHHero ctaHgapTa). Ecnn ncnonb3yeTtcsa MeTos KaiMbpoBOYHOW KPUBOW, KpuBasi, noka-
3blBatoLllas 3aBUCUMOCTb MHTEHCUBHOCTU U3/Ty4eHUS LefieBbIX 3/1IEMEHTOB OT MX KOHLEHTpauun, BbIBOAUTCA
Kak kannbpoBoYHas kpusasi. ECin ucnonbsyercs MeTof BHYTPEHHEro ctaHgapTa, Kpusas, nokasbiBatolas 3a-
BMUCUMOCTb KO3(hhnLmeHTa MHTEHCMBHOCTM OT KOHLEHTPaUUN LeneBbiX 3/71IEMEHTOB MO OTHOLLEHUIO K KPUBOW
3/71eMEHTOB BHYTPEHHErO CTaHAapTa, BbIBOAUTCA KakK KasIMGpPOBOYHAsA KpuBasi.

- PekomeHAayemble 3Ha4YeHUS AMHBbI BO/H Y MellaloLWwmx 3/1eMeHTOB ykasaHbl B Tabnmuax Al nA.2.

b) ICP-MS (Macc-cnekTpomMeTpusi ¢ MHAYKTUBHO CBSA3aHHOW M1a3Moi):

- MNokasaHuA onpefensawTca ANA Maccbl/3apaga (m/z) ueneBblX 3/71eMeHTOB (M, ecnu Heo6Xxo4umo,
3/1IeMeHTOB BHYTPeHHero ctaHgapTa). Ecnv ucnonbsyeTcs MeTof KasiMGpOBOYHOWM KPMBOW, KpyBasi, Mokasbl-
BarLasn 3aBMCUMOCTb MHTEHCUBHOCTU Macchbl/3apaga LesieBblX 3/1eEMEHTOB OT UX KOHLEHTpauumn, BbIBOAUTCA
KaK KannmbpoBoYHasa Kpusas. Ecnu ncnonb3yetcsa MeTof BHYTPEHHEro cTaHapTta, Kpusas, rnokasbisarouas 3a-
BUCUMOCTb KO3(hpnLmMeHTa MHTEHCMBHOCTM OT KOHLEHTPaLUN LeneBbIiX 3/71IEMEHTOB MO OTHOLLEHUIO K KPUBOW
3/1eMEHTOB BHYTPEHHEro CTaHAapTa, BbIBOAUTCA Kak KambpoBOYHasa Kpvsas

- KoathdpmumeHT maccbl/3apsga MOXeT ornpefensiTbCa Ha OCHOBaHUM AaHHbIX, NpUBEAEHHbIX B Tabnuue A.3.

c) AAS (ATOMHas abCcopbLUNOHHas CrekTpoMeTpus):

- Moka3aHna onpeaensatTca A5 NOr/OWEHNA LeneBbIX 3/1IeMEHTOB. EC/in ncnonb3yeTcsa MeTof, Kanmo-
pOBKW, KpuBas, MoKasbiBaloWas 3aBUCUMOCTb MOM/IOWEHNSA LEeNeBbIX 3/IEMEHTOB OT WX KOHLUEeHTpauuu,
BbIBOAMTCS KakK Ka/IMGPOBOYHAsA KpuBasi.

- Ecnu ncnonbe3yotca ctaHdapTHble 06aBKN, CTaHAAPTHbIE pacTBOPbI A06aBNSAOTCA B pacTBOp 06pas-
La. @ Hem3BeCcTHas KOHLieHTpaLumsa onpegensieTcs no aKCTpanosiauumn KpuBoi A06aBOK OTHOCUTENIBHO HY/1eBO-
ro NorsoWweHns.

- 3HayYeHus O/IMHbI BOJIH AO/DKHbI BbIOMPATLCA MO OTHOWEHWUIO K TUMUYHBLIM 3HAYEeHUAM A/VHbI BOJSH
M3MepPeHNs A/1 3/1IEMEHTOB, yKa3aHHbIX B Tabnuue A.4. EC/in cO CTOPOHbI HaxoAsLWMXcsa BelwecTs Haboaa-
IOTCA NMOMEXMU, AO/MHKEH NCNOMBb30BaTbCA METO/ CTaHAapTHbIX A406aBOK.

d) AFS (ATomHas diyopecueHTHas CNeKTpoMeTpus):
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- Ana onpegenenna Pb go/mkHbl 6bITb MCNONBb30BaHbl HeCyLMii NOTOK 1 (4.2. nepeyncneHne r. NyHKT
1) N OKMCNNTENBbHO-BOCCTAHOBUTE/IbHbIN areHT (4.2. nepeduncneHuve p). Ansa onpegenenns Cd AomkHbl 6bITb
MCNO/Ib30BaHbl Hecywmii NoToK 1 (4.2, NnepeyuncrieHne . NyHKT 2) 1 BocCcTaHOBUTENb 1 (4.2, nepevyncnenue q,
nyHKT 1). MokasaHua onpeaesnsatoTca MO UHTEHCUBHOCTY thiyopecueHLmMmn LieneBbIX 3/1IeMeHToB. B kannbpo-
BOYHOM MeTOofe KpmBas, NokasblBawolias 3aBUCMMOCTb MeXAy WHTEHCUBHOCTbIO (D/1lyOpecLeHunn LeneBbIX
3/1eMEHTOB M KOHLUEeHTpauueid, papaboTaHa B kKauecTBe Ka/IMGPOBOYHON KPUBOIA.

- B meTOoAe cTaHAapPTHbIX f06aBOK CTaHAapThl 406aBASAIOT B pacTBOP 06pasua U HEM3BECTHYHO KOHLLEH-
Tpauuio onpeaensatoT NyTem 3KCTPanonaumMm AONONHUTENbHBIX KPUBbLIX K HY/H0 M/I0THOCTW.

- [0NVHBbI BONH A0/MXHBI 6bITh BbIOPaHbl C YYETOM TUMUYHbLIX U3MEPEHHbIX A/INH BOJIH 3/1IEMEHTOB, Mpu-
BefeHHbIX B Tabnvue A.5.

8.4 l3mepeHue obpasua

Mocne NoCTpoeHnss Ka/IM6POBOYHON KPUBOK MPOU3BOAUTCA M3MepeHue XOJI0CTol Mpobbl nadopartop-
HOro peakTMBa W pacTBopa obpasua. Ecnv KoHueHTpauus obpasua HaxoAuTcs Bbllle Auana3oHa KpuBOW
KOHLLeHTpaLun, pacTBop A0/HKeH pa3baBnaTbca A0 061acTn KaIMBGPOBOYHON KpUBOI, obecneumBas fO/HKHOE
nogkuncreHne KasimbpaHToB. C NPoBefeHNEM NMOBTOPHbIX N3MePEHWIA.

TOYHOCTb U3MeEpPEHUIA NPOBepPSEeTCA C NOMOLbIO CTaHAapTHOrO BELLEeCTBa, Ka/IMGPOBOYHOIO pacTBopa
M T. 4. Yyepe3 perynspHble NHTepBasbl (HanpumMep, oavH pas3 Ana Kaxabix 10 o6pasuos). Ecnn Heob6xoanmo,
KanMbpoBoYHasa KpvBas CO3[aeTCs Mo-HOBOMY.

Ecnn pesynbTar Ka/IMGpaHTOB OT/IMHAETCA OT OXMAAEMOro 3HayeHus 6onee yem Ha 20 %. ANs kanu-
6pOBKMN N BCeX 06pa3LoB B NOCNeA0BaTENIbHOCTU TPeBYIOTCA NOBTOPHbIE U3MEPEHUS.

Ecnn obpasey paszbasnsaeTca B npegenax 0651actn KasiMmbpoBKW, KOHLIEHTPaL s BHYTPEHHero ctaHaapra
B pa3baB/ieHHOM pacTBOpe o6pasla Ao/HKHa HacTpanmBaTbCsA Ha CTaHA4APTHbIV pacTBop.

9 PacueTsl

KOoHUeHTpauusi, uU3amepeHHasi B 8.4, — 3TO KOHLEHTpaLMs KaXA0ro a/ieMeHTa B pacTBope o6pasua. KoH-
LeHTpaLms Kaxgoro afieMeHTa B o6pasile pacCcuUnTbIBAeTCs C MOMOLLBIO CreaytoLlei hopmybl:

c.4-'Uy.
T
roe ¢ — KOHUEHTpauus CBUHUA Win Kaammsa B obpasue, MKr/r:
A, — KOHLEeHTpauus CBMHUA UIn KaamMusa B pacTBope obpasua, mr/n;

A2 — KOHUeHTpauusa CBUHLA WU KaaMUS B peareHTHOM XOJ/I0CTOM pacTBope, Mr/n:
V — 06LwWmit 06beM pacTBopa 06pasua, M/, KOTOpbI 3aBUCUT OT TUNa cepun pasdbaBeHHbIX pacTBOPOB,
T — n3MepeHHoe Kon4yecTBo o6pasua, T.

10 Mpeyn3noHHOCTbL pe3ynbTaToB

Korga 3HayeHus ABYyX He3aBMCUMBbIX Pe3y/IbTaTOB OAHOrO UCMNbITaHWUSA, MOJIyYeHHbIE C NUCMNO/b30BaHNEM
OfHOro MeTofa Ha UAEHTUYHOM MCNbITYEMOM Matepuasie B OAHOW U TOW xe nabopatopum OOHUM U TeM Xe
onepaTopomMm C UCNOJIb30BaHNEM TOrO Xe 060pyA0BaHNA B TEYEHNE KOPOTKOro MPOMEXYTKa BPeMeHHU, fiexar B
npegenax cpefHuUX 3Ha4yeHnin, NpuBefeHHbIX B Tabsimue 1. abcontoTHas pasHuLa Mexay ABYMS NoyYeHHbIMU
pesynbTataMu UCMbITaHW’ He ByaeT npeBbiwatb Npeaes NOBTOPAEMOCTWU [, MOMYYEHHbI NyTem cTaTUcTu-
YECKOro aHanM3a pesynibTaToB MeXx/1abopaTopHbIX CPaBHUTENbHbIX UchbiTaHuii Nos. 2 (11S2) n 4A (4A 11S),
6onee yem B 5% cnyvaes.

Korga 3HaveHus ABYX OTAefIbHbIX pe3y/ibTaroB WUCMbITaHUMA, NOMyYeHHblE C WUCMONb30BaHNEM OOHOTO
MeToAa Ha WAEHTUYHOM UCMNbITYEMOM MaTtepuasie B pasHbiX labopaTtopusax pasHbiMU ornepaTopaMu € UCMNOSb-
30BaHMEM pas3M4yHOro obopy[oBaHus, nexart B npegenax 3Ha4eHnin, npuBefeHHbIX B Tabnuue 1. abcontoTHas
pasHuua mexay ABYMS pesdynbTaTamMm He GyAeT npeBbllaTb nNpegen BOCNPOU3BOAUMOCTM R. MOAyYeHHbIR
nyTem CTaTUCTUYECKOrO aHan3a pe3y/ibTaToB MeX/1abopaTopHbIX CpaBHUTENbHbLIX UcnbITaHnii Nos. 3 (11S2)
n4A (4A 11S). 6onee yem B 5 % cnyvaes.
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Ta6nunya 1— MMoBTOPAEMOCTb ¥ BOCNPON3BOAMMOCTb pe3y/ibTaTtoB

Tuvn
mMarepriana

Monvmep

Monumep

Metann
ONEeKTPoHMNKa

Monumep

OneKTpoHuKa

Monumep

Monumep

Monumep

MNonumep

MeTtann

ONeKTPoHMKa

Monumep

ONeKTpoHMKa

16

MexnaboparopHoe
CpaBHUTE/EHOE
VCrbITaHvie

MeTtop,

2

Aft

2 AAS

4A

AFS

nA

4A

ICP-OES

4A

neveHT

Pb

P

Fs
Pb

Cd

Cd

Cr

Pb

Cd

Pb

Pb

Pb

Cd

Cd

Cpepree
3HaueHre, MI/KT

480.0

953.8
98.3
26,2
188.0
17050
98.2
138.5

14.0

15.2
98.1
109.0
17.3
15.6
902.1
15.6
902.1
1016.0
131.3
21.3
173.6
91.0
444.0
426.2
106.8
14.7
94.8
933
16.5
950,8
206.0

988.0
23.0
193.1
16790

22450

207483

179.3
98.1
16.5

Mpepen
NOBTOPSIEMOCTH T.
Mr/Kr

211

225
3.5
4.7
11.9
990
4.2
111

7.9

3.4
9.7
101
4.3
2.0
36.2
2.00
36.2
259.6
26.0
3.2
6.5
7.1
25.9
21.3
154
5.2
4.5
57.0
24
32.59
7.4

26.4
16
16.9
739
1293
42942
8.0
4.0
3.8

Mpenen
BOCMPOV3BOAVMOCTN
R. mr/kt

HepoctatouHo
AaHHbIX
60.4
3.6
10.6
HepoctaTtoyHo
AaHHbIX
7.3
9.5

HepoctaTtoyHo
LaHHbIX

7.8
9.9
HepocTtaTouHo
[aHHbIX

2.6
143.4

2.6
143.4

HepoctaTouHo
LaHHbIX

18.0
20.5
119.4
307.1
19.7
6.7
17.5
133.4
10.8
114.8

HepoctaTtoyHo
[aHHbIX

61.9
3.0
87.9
2097
1153
74907
15.7
11.8
131
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OkoHuaHve Tabnuubl 1

Ton MexnaboparopHoe Mpepen Mpepen

ee
CpaBHUTENbHOE MeTton, rneveHt CpeaH MOBTOPSAEMOCTU ., BOCIMPOV3BOAMMOCTU
varepviana VCHLITEHAS 3HayeHve. MiTa ITHE R MUTT
46.1 3.1 10.9
Monumep % ICP-OES Cr
15.5 3.3 9.8
481.2 35.5 124.6
462.3 39.8 194.1
102.3 1.6 HepocTaTtouHo
AaHHbIX
2
Monumep Pb 16.2 8.1 15.4
103.8 51 7.3
1049 59.9 332.3
15.1 0.73 3.3
4A 949.2 52.8 70.5
26.5 21 15.1
156.1 10.8 15.5
MeTtann 2 Pb 922.4 74.5 327.0
36.7 4.3 HepocTtaTouHo
ICP-MS
190.7 18.6 AaHHbIX
23633 1060
SneKTpoHuKa 2 P8
22220 4167 6707
137.3 8.1 HegoctaTo4Ho
22.0 0.0 [aHHbIX
2
10.0 0.6 1.3
Monumep Cd
103.7 3.8 33.1
180.9 7.8 20.1
4A
94.4 3.6 12.4
SnexTpoHuKa 2 cd 24.7 1.6 HegoctaTo4Ho
[aHHbIX
4A 39.7 8.7 20.0
Monumep ur
4A 14.2 21 3.7
MpumeuyaHune — NOBTOPSIEMOCTb W BOCNPOU3BOAMMOCTb JaHHbIX AN HEKOTOPbIX METOA0B U TUMNOB MaTepu-

an0B HeJoCTYMHbl N3-3a OTPAHUYEHHOTO KOSIMYecTBa y4acTByOLWMUX 1a6opaTopuii N COOTBETCTBYIOLUX 06pa3LLoB ANs
MeXAyHapOAHbIX MeX/1a60paTOPHbLIX CPABHUTESTbHbLIX UCTbITAHNA.

LonosnHutensHas nHGoOpMauma npuBegeHa B NpuioxeHun B.

11 Ob6ecneyeHune KayecTBa
11.1 O6wana nHhopmaums

Pa3nen 06 obecnevyeHnn kavyecTBa U KOHTPOA B OTAE/bHbIX CTaHAapTax Ha MeToAbl KOHTPONASA AO/DKEH
BK/IIOYaTb B ceb6a TpeboBaHMsS K KOHTPOJSIbHOMY O6pasLly OTHOCUTE/IbHO YacTOTbl TECTUPOBAHUA U KpUTepus
npvemMku. 3TOT pasfesn Takxe AO/HDKEH BKIOYaTb OCOOEHHOCTM METOA0B KOHTPO/IA YCTaHOB/IEHHOIO KayecTBa
B OTHOLLEHUM onpegeneHns npegena obHapyxenus (MO) n npegena kBaHTudurkaumn (MK).

CopaepxaHue pasgenos MO n MK go/mMKHO 6bITb COBMECTUMO C ONMCaHneM, NnpusefeHHbIM B 11.2.

MpuMepbl Apyrnx ocobeHHOoCTeli MeToA0B KOHTPO/IS YCTaHOBNEHHONO KayecTBa BK/OYaloT B cebsa Tpe-
60BaHuUA. Kacalollmecs nNepBoHa4YasIbHOV NPOBEPKN KasIMGPOBKM, XOI0CTOr0 MeToAa, KOHTPO/IbHOro labopa-
TOpHoro o6pasua (LCS) n 1. 4.. nepevncneHbl B Tabnuue 2.
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Tabnunuya 2 — Kputepum npuemaeMocT 06 bEKTOB A1 KOHTPOA KavyecTsa

O6bexT KOHu,eHTpauMgﬁn;’rra/g[tg MCTILITYEMOM Kputepum npremiemocti
Kann6posoyHas Kpusas R2>0.995
MepBryHasa noeepka KarmbpoBkM Hanpuwmep, gna Pb. Cd nam Cr 1 mt/kr  BoccTaHoBneHue: (90—110) %
HenpepbiBHas npoBepka kannbpoBKu Hanpumep, gna Pb. Cd nan Cr 1 mr/kr  BoccTaHoBneHue: (90—110) %
XonocToli meTop, < MOM
NabopaTopHbIi KOHTPOsbHLIV 06pasel, (LCS) CepeguHa gnana3oHa Kanv6poBKM BoccTtaHoBneHue: (80— 120)%
Ay6nukat KoHTponbHoro naéopaTtopHoro CepeguHa AvanasoHa kanmbposku OTHOCUTENbHOE OTKNOHeHWe < 20 %

o6pasua

a) NMepBuYHas NoBepka Ka/IMGPOBKM BbINO/HAETCA KaXAblli pa3. Korga ycTaHaB/MBaeTCcs KaimbpoBoY-
Has KpuBas, C UCNOSb30BaHMEM CTaHAapTa U3 UCTOYHMKA, OT/IMYHOIO OT KaJIMGPOBOYHOrO cTaHaapTa.

b) Ha kaxaylo napTuio fO/HKHO ObITb NPOBEAEHO OAHO KOHTPOJSIbHOE UCMbITaHMe. XonocTas MaTpuua,
KoTopasi He cogepxuT Pb. Cd nam Cr. MoxeT 6bITb MCMO/Ib30BaHa B KauecTBe MeToa XO/10CTOM Npo6bl.

C) B kaxaoi napTum OAuH KOHTPOSIbHbIV NabopaTopHbIli o6pasel, (LCS) n ay6nuvkaT nabopaTopHoro obpasua
[OO/KHbI BbITb NPOaHaNN3MPOBaHbI C NOMOLLBI0 Ao6aBneHus Pb. Cd nnun Cr, B XonocTyto matpuly. Kpome Toro, cep-
TUMLMPOBaHHbIA 3TA/TOHHBIA MaTepuan, cogepxawnii Pb. Cd nnm Cr. MoXeT 6bITb UCTbITaH B ABYX Ay6nnkaTax.

d) Mocne nporoHa Kaxaoro AecaToro o6pasua 1 B KOHLE Kaxaoro Habopa o6pasuoB Heo6XxoA4MMO Npo-
M3BECTU aHa/Nn3 cTaHAapTa HenpepbIBHOW NpoBepkn kannbposku (CCV). MpoueHTHaA BeNnYMHa BOCCTaHOB-
nexHna ana Pb. Cd nnan Cr gomkHa coctaBnsatb oT 90 % o 110 %. Ecnv npoueHTHas BeNMyYMHa BOCCTaHOBe-
Hua ana Pb. Cd nnu Cr B ctaHgapTe CCV BbIXOAUT 3a Npeesibl JaHHOro AnanasoHa, ctaHgapt CCV gosxeH
aHanM3MpoBaTbCA NMOBTOPHO B npegenax 12 4. Ecnn BennuuHa BOCCTAaHOB/IEHMA OCTaeTcs 3a npegenamm
[uanasoHa, TO rnocsie aToro aHasin3 Heo6XxoANUMO npepsBaTb N MPOU3BECTN TEXHMYECKOE 06CTYy)XKMBaHNE CUCTe-
Mbl. 4TO6bI BEPHYTb €e B ONTMMasibHOe paboyee cOCTosHME. Bce 06pasLbl, 3arpyxeHHble nepeg nocnegHum
ycnewHbIM cTaHgapToM CCV. MOryT yka3biBaTbCs B MPOTOKO/1Ee UCMNbITaHWIA, a BCce 06pasLbl, NCMO/b30BaHHble
nocrnie HeygayHoro ctaHgapta CCV. o/mkHbI NoABepraTbCsl MOBTOPHOMY aHa/iM3y C HOBOW KasInGpOBKOWA.

11.2 TMpepaen obHapyxeHusa (MO) n npogen kBaHTudukaynn (MK)

Cnepytolwas akcnepvMeHTa/ibHaa npoueaypa BbINOJHSAETCS A5 onpefesieHns npegena o6HapyXeHus
MeToga v npegena kBaHTudukauum Pb, Cd nnm Cr.

a) MpousBecTn TOUYHOE B3BeLUMBAHNE COOTBETCTBYHOLLErO KosimyecTBa obpasua 6e3 cogepxarHus Pb. Cd
unu Cr (Hanpumep, CTaHA4ApPTHOro, cepTUnLMpPoBaHHOro o6pasLa) Wi Kakoro-nmbo Apyroro coeguHeHus,
cosjaloLero nomMexu Ans aHanavsa B COOTBETCTBUM C NPoLieAypoli, yCTaHOB/IEHHOW B pasgersne 7. Nomectutb
obpasel, B kaxablli nabopaTopHblli cTakaH. [laHHyto onepaunto Heo6XxoANMMO NOBTOPUTL He MeHee 5 pas.

b) [06aBnNTb B KaXabli Xumnvecknini ctakad 10 mkr Pb. Cd unm Cr ¢ ncnonb3oBaHMeM MaTpPUYHOIO pac-
TBOpa (4.2, nepeyncrieHne v).

c) BbINONHWUTL Npoueaypy MUCMNbITaHUSA COrnacHo pasgesny 7 ¢ NPUMEHeHMEM PasoXeHUsa 1 CNEKTPOCKO-
NUYECKNX N3MepPEHUIA.

d) Mpoun3BecTn pacyeT KOHUEHTPaLMM KaKAOro asieMeHTa (MKr/r) corfiacHo pasgeny 9 v onpegenvTtb
NPOLEHTHOE BOCCTAHOB/IEHNE A06GABKN AN KaXA0ro 13 o6pasuos.

S R * - 100,
SA

rae SR — Be/iMyMHa BOCCTAaHOBMEHMS A06aB/IeHHON pTyTu. %:
C — un3MepeHHas KoHLeHTpauus, MKriT;
M — macca o6pasua, T;
SA — BenunumHa gobaBkn (10 MKr).

MpoueHTHas BenMunHa BOCCTAHOBJ/IEHUS PTYTU OO/DKHA HaxoAuUTbCA B Amana3oHe oT 70 % go 125 %

ONS1 KAXA0ro M3 06pa3uoB. EC/n 3HaueHne BOCCTAHOB/IEHUS BbIXOAUT 3a AaHHble npegenbl Anas no6oin 13
BbIGOPOK, BCHO MPOLEAypPY IKCTPaKLUM 1 aHaIn3a Heo6XoANMO NMOBTOPUTb.
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e) MOM MOXHO NoMy4nTb NOCPEACTBOM pacyeTa CTaHAAPTHOrO OTK/TIOHEHUSA S A/151 BbIGOPOK (MUHUMYM 6)
aHanu3a. 3aTemM cTaHAapTHOEe OTK/IOHEHWE YMHOXaeTCsa Ha 3HauyeHue kputepusa CTbtogeHTa (f-kputepusa) ana
ob6uero yncna BbIGOPOK (1) 4N cTeneHn cBo6oabl M -1 . CANCOK 3HaYeHui KpuTepus CTblogeHTa (N-Kputepust)

Ans 6— 10 BbI6OPOK NpuBOAUTCA B Tabnuue 3.

Mpumep — Ana 6 BbI6Gopok M 6 -1 =5 cTeneHein cBob60oabl 3HaYeHne t 6ygeT cocTaBnAaThb 3,36.

MpumMmeuaHne — Bce aHanM3bl, UCTOMb3yeMble 415 pacyeTa MNMOM, A0/MkHbI GbITb NOC/IEA0BATE TbHLIMU.

Ta6nuuya 3— lMNpegenbl obHapyXeHus meToga=t* sn- 1

l—ll/ltzgglggggf)um 3HaueHue kputeprst CTbtoaeHTa (1-kpurepust) (LOBEPUTESBHDIA YPOBEHD 99 %)
6 3.36
7 3.14
8 3.00
9 2.90
10 2.82

0 MK onpegensetcs nocpefcTBOM YMHOXeHUA NMOM Ha koadhduumeHT 5.
Pas3Hble nabopaTopun MOryT UMeTb pasHble 3HadeHus NMOM un MK.
B o6uwem. MOM co 3HaveHuem 2 mkr/r (MK 10 MKr/r) cuMtaeTcs AOCTUXKMMbIM NMPU UCMONb30BaHUM AaH-

HOro mMeToga.
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MpunoxeHne A
(cnpaBoyHoe)

MpakTuyeckoe onpegeneHne cogepxaHmsa Cd, Pb n Cr B nonnmepax n afIeKTPOHHbIX YCTPOUCTBAX
n Cd n Pb B metannax nocpegctsom AAS, AFS, ICP-OES u ICP-MS

A.1 bnok-cxema AN aHannsa xpoma

A.2 ICP-OES

Ta6nuua A.1l— CnekTpanbHas UHTEPdIEPEHLMUA ANS A/IMHbI BOMH KaAMUS U CBUHLA

reMeHT cd cd cd cd Pb Pb Pb Pb
HV 214.439 226,602 228.602 361.051 217.000 220.353 261.417 283.305

AL + + . + ] + o +
As ++ + > 4 + 4 +
An + + © 4 + 4 +++
B + + + +++ . + ++ +
Ca o + * K 4 + + +
Co o ++ +4+ +++ +++ +++ ++
cr . + . 3 + + ++ +
Cu + + + * 4 4 + ++
Eii + + . +++ +4 + +++ +++
Ga + + + . 4 + +
Ge + + + & + + +
In + + . 4 4 + +
Ir ++ ++ ++ wi-f ++e +++ +++ +++
ma + + + < + + ++
Mn + + + 4 ++ +++ +
Mo ++ + 3 *++ +4 + ++ +++
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OKoH4aHve Tabnuubl A. 1

onemeHT (€<} Cd Cd Cd Pb Pb Pb Pb
m 214.439 226.502 228.802 361.051 217.000 220.353 261.417 283.305

Ni + 4 ++ +++ +++ +¢ +

Pd + . + + + +++ +

R +++ * ++ + + & +

Re ++ ++ + +++ ++ +++ ++ +++
Ru ++ + ++ + ++ 4 +++ +
Sb ++ 4 + + ++ 4 4 4
Sc + + +++ ++ ++ +¢ +++ ++
Sn + 4 + + ++ + 4 ++
\ + + ++ +++ ++ ++ ++ +
w ++ ++ ++ ++ +++ + +++ 44
Zn + 3 + + +++ + 4 +
Al + 4 + + +++ ++4 4 ++
Ti + 4 + ++ + ++e 4 ++
Fe *++ +++ + ++ +++ 44 +o+ ++e
Nb + 4 + - - + - ot
Hf - - - R R + - +++
Ta - - - - - + - ++
Pb + 4 + + - - - -
Cd - - - - + + 4 .

MpumeuvaHne — B Tabnunue A.1 ykasaHa cvna uHTepdepeHumn ansa gnvHel BonH Cd n Pb Bo Bpemsa BBOJa

1000 mr/Kr cOOTBETCTBYIOLLUX MATPUYHbIX 3/IEMEHTOB.

+ — oTcyTCTBYeT unun Hebonblasa nHtepdepeHymnsa (06bl4HO MeHee 0.05 mr/kr).
++ — cpefHasa nHTepdepeHuns (06b14Ho ot 0.05 mr/kr go 0.2 mr/kr).
+++ — cunbHas nHTepdepeHuns (06bivHO 6onee 0,2 mMr/kr).

Tab6nunya A.2 — CnekTpanbHasa nHTepdepeHUuns Aaa AJNHbI BOSIH Xpoma

SnemeHT Cr Cr Cr Cr Cr Cr
m 205.560 206.168 267.716 283.563 284,325 357.896

AL - - - - + R
As - - - - - -
Au - - - 4 - -
B - - - - - -
Ca - - - - - +
Co - - - - - 4
Cr R + _ + + R
Cun - - - - - -
Ei1 - - - - - R
Ga - - - - - -
Ge - - - - - -
In - - - 4 - -
Ir + + - 4 - -
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OkoHuaHue Tabnuubl A. 2

OnemeHT Cr Cr Cr Cr Cr Cr
1M 205.660 206.156 267.716 283.563 284.325 357,896

Ma - - - - - B
Mn - - + .
Mo * - + ++ ++ 4
Ni + + R R _ R
Pd - - - -
Pt & + - - -
Re - - - + 4
Ru + + + -
Sb - - - - -
Sc - - - -
Sn - - - - - -
\V + + + + + 4
W 4 ++ + +
Zn - 4 - - - -
Al - 4 . . ) .
Ti - - - + - 4
Fe - - + ‘e .
Nb - - . + i+ 4
Hf - % 4 +
Ta - 4 _ + ++
Pb - 4
Cd - . .
MpumeuyaHne — B Tabnuue A.2 ykaszaHa cuna uHTepdepeHumn Ana AnnHel BosH Cr Bo Bpems BBoga 1000 mr/kr

COOTBETCTBYHLNX MAaTPUYHbIX 3/1IEMEHTOB.

+ — OTCyTCTBYeT unun Hebonblas nHTepdepeHymsa (06b14HO MeHee 0.05 mr/kr).
++ — cpepHsa uHtepdepeHymsa (06b14HO OT 0.05 Mr/kr 4o 0.2 mr/kr).
+++ — CUNbHasA MHTepdepeHuns (06b14HO 6onee 0.2 Mr/kr).

A.3 ICP-MS

Ecnu obHapyxeH cTabunbHbIi M30TON, Yncno macca/zapsag (NVz) HECKONbKUX U30TOMOB MOXET U3MEPSTbCs ANst
OLIeHKN YPOBHA CrneKTpanbHol nHTepdepeHunn. 370 nokasaHo B Tabnuue A.3. Ecnu obpasel, cogepxuT 0/10BO UK MO-
nméaeH. Heo6xo4MMO 06paTUTbL BHUMaHNE Ha NOMIOXUTENbHYI0 MHTepdEePEHLNI0 NPU N3MEPEHUN MACChl KagMUs.

Tab6nunuya A.3 — MpruMepbl COOTHOWEHW Maccal/3apsag (m/z)

OnemeHT Vzoton V3obapa MHOroaToMHbIA HOH
Cd 111Cd MoO. MoOH, ZrOH
,,2Cd Sn MoO. MoOH
,13Cd In MoO. MoOH. ZrOH. RuO
"*Cd Sn MoO. MoOH. RuO
Pb 204pb
206pb PtO
207pb Iro
209pb PtO
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OKoH4aHve TabnunublA.3

3nemeHT Visoton Vzo6apa MHOrOaTOMHb I 1OH
cr 62Cr SO. CIO. HCIO. ArC. ArN. ArO
53Cr HSO. CIO. HCIO. ArC
A.4AAS

PekomeHayeMble 3MepeHus AnHbI BOSH AN AAS ykasaHbl B Tabnuue A.4.

Tab6nunya A.4— Mpumepsl ANNHBI BONH AnA AAS

AnemeHT [JnvHa BOSHbI. Hy LLvpuHa wenu. um
Cd 228.8 0.7
261.4 0.7
Pb 217.0 0.7
283.3 0.7
Cr 357.9 0.7

VcTouHuK ceeTa: 6833ﬂeKTp0,qHaﬂ paspagHas namna uav namna c NoNblM KaTtogoM; TN rasa: Bo3fyLwHoO-aueTunie-

HOBasi CMecChb.
A.5AFS
PekomeHayemble n3MepeHus ANuHbl BOSH Ana AAS ykasaHbl B Tabnuue A.5.

Ta6nuuya A.5— lMpumepsl 4nnHbl BONH Ana AFS

AnemeHT [/vHa BOMHbI, UM
Cd 228.8
Pb 283.3

MNCTOuHMK cBeTa: 6e33/1eKTpogHasA paspsigHas namna Uau namna c nosbiM KaToAaoM; TUM rasa: aproH.

A.6 Koppekuunsa coHa

Ecnu npovcxoguT nsmeHeHnne oHa noj Bo3geiicTBUEM [1aBHOW MaTpuLbl pacTBOpa, KOTOPOe B/AMSAET Ha UHTEH-
CUBHOCTb M3ny4yenus (Ix), 3HaueHne faHHOW MHTEHCUBHOCTW MOXHO NOMTY4YUTb NOCPEACTBOM BbluMTaHNA (DOHOBOW UHTEH-
cuBHocTh (1xX). Ha pucyHke A.1 noka3aH npumep adppekra nonpasku Ha PoH. Ha pucyHke A.la nokasaH npumep paBHO-
MepHOro poHa OTHOCUTENLHO A/INHbI BOMH. B 3TOM cnyyae hOH MOXET KOPPEKTUPOBATLCSA C MOMOLLbI0 NOMOXEHUA A 1
B. Ha pucyHke A.1b npuBefeH npumep n3MeHswLierocs oHa OTHOCUTENBHO A/IVHBI BOJHbI. B 3TOM cnyyae 3HauyeHus
¢hOHOBOW MHTEHCMBHOCTM MOFYT KOPPEKTUPOBATLCA NOCPeACcTBOM BbiBofa (POHOBOW MHTeHcMBHOCTM (IX). KOTOpas pac-

CynTbiIBAE€TCA C NOMOLbLIO NoNI0XeHNs A 1 NONOXEeHNA B UHTEHCUBHOCTU n3nydyeHuns.

VIHTEHCUBHOCTb M31yYeHuns

PucyHok A. la — PaBHOMEpPHbIi )OH OTHOCUTENbHO A/INHBI BOJIHbI
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VIHTEHCUBHOCTb U3/1y4eHus

PucyHok A. 1b — N3meHsaowWwminca oH OTHOCUTENbHO A/IMHbI BOSHBI
PucyHok A. 1 — Koppekuus coHa

Ecnu ncnone3yetcs meTof cTaHAapTHOW Ao6aBku nepej ee KannmbpoBKOW, HeO6XOAMMO MPOM3BECTU BblUUTaHue
choHa c nomoLbio MeToga Koppekunu hoHa (CM. BbILLe).
A.7 MporpamMmma MUKPOBOJ/IHOBOTO pas3/ioXeHns

B Ta6nuue A.6 npuBedeH NpuMep NporpaMmMbl MUKPOBOJIHOBOTO pPa3fioXeHUs 06pasLoB.

Ta6nuuya A.6 — lNporpaMma MUKPOBOJIHOBOIO passioxeHus 06pasLios a

Onepaups Bpems, MyH BbIXxogHas MOLWHOCTL 8T [MasneHve orpaHnyeHo ao Mra
1A 5 300 25
2A 5 350 2.5
3A 17 450 2.5
4A 2 300 2.5
CTtaausa seHTUNALMM A 3 0 25
1B 5 300 25
2B 5 400 2.5
3B 17 450 2.5
CTtagua seHTUNAuMK B 3 0 2.5

a BbIxofHas MOLWHOCTb 4151 NATU COCYA0B.
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Mpunoxexne B
(cnpaBo4HOE)

Pe3ynbTatbl MexsiabopaTopHbiX CpaBHUTENbHbIX ncnbliTaHnii Nos. 2 (11S2) n 4A (11S 4A)

Ta6nunuya B.1— Cratuctuyeckme gaHHble ana AAS 3

?_g?_law::/leé"pgs Mapametp m. Mr/kr V. MI/Kr n eft). mrr I, mrkr S(R) wmr/kr [?.mr/ke
IS 2-B09 Pb 480.0 380-640 3 7.5 21,1 HepocTtaTto4yHo gaHHbIX
1IS 4A-05 Pb 953.8 954.3 10 8.04 22.51 21.56 60.37
1IS 4A-08 Pb 98.3 98 10 1.26 3.54 1.29 3.60
IS 4A-05 Cd 98.2 100 10 1.50 4.20 2.619 7.333
IS 4A-08 Cd 138.5 137 10 3.98 11.14 3.39 9.49
IS 4A-05 Cd 15.2 16 10 121 3.38 2.78 7.79
1IS 4A-08 Cr 98.1 100 9 3.45 9.67 3.54 9.92

O6paseu n3
meTanna
IS 2-D17 Pb 26.2 30 6 1.7 4.7 3.8 10.6
IS 2-D15 Pb 118.0 190 2 4.2 11.9 HepocTtatouyHo faHHbIX
O6pasey,

3NEKTPOHUKM
1S 2-F20 Cd 14.0 20 2 2.8 7.9 HepocTtaTtouyHo gaHHbIX
1S 2-F20 Pb 17050 23000 2 354 990 HepocTaTtouyHo gaHHbIX

Ta6nunuya B.2 — Cratuctuyeckme gaHHole ans AFS

?160?1?43'\%‘);3 Mapametp in. M7KL V. Mr/Kkr n S{r). mrkr I MK s(R). mr/kr R. Mr/kr
11IS2-C10 Pb 109.0 107,6 3 3.6 10.1 HepoctaTouyHO AaHHbIX
11IS2-C11 Pb 17.3 13.8 3 1.5 4.3
1S 4A-04 Pb 15.6 15.7 18 0.71 1.98 0.94 2.63
IIS 4A-05 Pb 902.1 954 18 12.93 36.21 51.21 143.38
11IS2-C10 Cd 131,3 140.8 3 9.3 26.0 HepocTatoyHo AaHHbIX
11IS2-C11 Cd 21.3 21.7 3 1.2 3,2
IIS 4A-04 Cd 173.6 183 18 2.33 6.53 6.44 18.02
11S 4A-05 Cd 91.0 100 18 2.53 7.08 7.33 20.51

O6pasey, 13
meTanna
1S 2-D16 Pb 1016.0 930 3 92.7 259,6 HepocTaToyHo faHHbIX

Tab6nuuya B.3— Cratuctuueckne gaHHole ana ICP-OES

Or?omp? Mapametp T. Mk V. MI/Kr n «(f}y. mrfkr I. Mr/kr S(R). Mr/kr R /KT
11S2-B08 Pb 444.0 390-665 9 9.3 25.9 42.6 119.4
11IS2-B09 Pb 426,2 380—640 9 7.6 21.3 109.7 307.1
11IS2-C10 Pb 106.8 107.6 25 55 15.4 7.0 19.7
11IS2-C11 Pb 14.7 13.8 23 1.9 5.2 2.4 6.7
11IS2-C12 Pb 94.8 108.9 12 1.6 4.5 6.3 17,5
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OkoHuyaHne Tabnuupsl B.3

Tab6nuuya B.4 — CraTuctnyeckue faHHole ansa ICP-MS
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O6pasel, 13
nonMvepa

11IS2-C13
1S 4A-04
IS 4A-05
11IS2-C10
11S2-C11
11IS2-C12
11IS2-C13
1S 4A-04
IS 4A-05
1S 4A-04
IS 4A-05

O6pasew 13
meTanna

11S2-D18
IS 2-D16
11S2-D17
11S2-D15

O6pasey,
3/1EKTPOHVKN

IS 2-F20
IS 2-F20
IS 2-F21
IS 2-F22

O6pasel, 13
nonvbiepa

11S2-B08
11S2-B09
11S2-C10
11IS2-C11
11IS2-C12
11S2-C13
IIS 4A-04
IIS 4A-05
11S2-C10
11IS2-C11
11S2-C12
11IS2-C13
1S 4A-04
IIS 4A-05
IS 4A-04
IS 4A-05

Mapametp

Pb
Pb
Pb
Cd
Cd
Cd
Cd
Cd
Cd
Cr
Cr

Pb
Pb
Pb
Pb

Cd
Pb
Pb
Pb

lMapameTp

Pb
Pb
Pb
Pb
Pb
Pb
Pb
Pb
Cd
Cd
Cd
Cd
Cd

m Mmr/kr

933
16.5
950.8
142.4
20.9
9.7
95.8
179.3
98.1
46.1
155

206.0

988.0
23.0
193.1

16.5
16790
22450

207483

m. mr/kr

481.2
462.3
102.3
16.2
103.8
1049
15.1
949.2
137.3
22,0
10.0
103.7
180.9
94.4
39.7
14.2

V mtik e

1084
15.70
954
140.8
21.7
10,8
106.9
183
100
a7
16

174
930
30
190

20
23000
22000

222534

v. bir/Kr

390—665
380—640
107.6
13.8
108.9
1084
15.7
954
140.8
21,7
10.8
106.9
183
100
47
16

n

12
21
24
23
28
12
12
27
24
18
21

B o o w

=

(2]

12

12
15
15
15

s(r). Mrha

20.4
0.85
11.64
2.6
15
0,6
2,7
2.84
1.43
111
1.18

2.6
9.4
0.6
6,0

13
264
462

15336

sir), urla

12.7
14,2
0.6
2.9
1.8
21.4
0.26
18.84
2.9
0.0
0.2
14
2.78
1.27
3.10
0.75

[, mrikr

57,0
2.37
32.59
7.3
4.3
15
7.5
7.96
4.00
3.10
3.29

7.4
26.4
1.6
16,9

3.8
739
1293
42942

T, Mr/kr

35.5
39,8
1.6
8.1
51
59,9
0.73
52.75
8.1
0.0
0.6
3.8
7.79
3.55
8.69
2.09

sfR), mr/kr R.u,la
47.6 133.4
3.87 10.84
40.99 114.78
3.9 11.0
2.6 7.3
0.7 2.0
6.6 185
5.62 15.73
4.22 11.82
3.89 10.90
3.52 9.84

HefocTaTo4YHO AaHHbIX

221 61.9
11 3.0
314 87.9
4.7 131
749 2097
412 1153
26752 74907

S(R). mr/kr R. mr/kr

445 124.6
69.3 194.1
HepocTtaTtouyHo gaHHbIX
5.5 15.4
2.6 7.3
118.7 332.3
1.17 3.28
25.19 70.52

HefocTaTouHO AaHHbIX

0.5 13

11.8 33,1
7.19 20.14
4.44 12.43
7.16 20.04
1.32 3.69



OkoHuyaHne Tabnuuy B.A

O6pasel, 13
nonuMepa MapameTp T. Mr/kr K Mr/kr n
O6pasey u3
mMeTanna
IS 2-D14 Pb 26.5 30 9
IS 2-D18 Pb 156.1 174 9
IS 2-D16 Pb 922.4 930 12
IS 2-D17 Pb 36.7 30 3
IIS 2-D15 Pb 190.7 190
O6pasel,
3NEKTPOHUKM
1S 2-F20 Cd 24.7 20 3
IIS 2-F20 Pb 23633 23000
IS 2-F21 Pb 22220 22000 12
rne T cpefiHee apumeTnyeckoe pesynbTaToB UCMbITAHWIA:
v oXugaemoe 3HaveHue;
n YNCNO NPUHATBIX Pe3ynbTaToB:
cTaH4apTHOEe OTK/IOHEHWE NOBTOPSIEMOCTMH;
r  npegen NoBTOPSEMOCTU:
s(R) cTaHAapTHOe OTKNOHEeHWe BOCMPOU3BOAUMOCTH:
R npefen BOCNPOM3BOAUMOCTH.

s(r). M/

0.7

3.9
26.6

15

6.7

0.6
379
1488

FOCT IEC 62321-5—2016

r.MPKI

21
10.8
74.5

4.3
18.6

1.6
1060
4167

s(Ri. mr/kr R. mr/kr

5.4 151
5.5 15.5
116.8 327.0

HepocTtaTtouyHo AaHHbIX

HepoctaTtoyHo gaHHbIX

2395 6707
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Mpunoxenne OA
(cnpaBouHOE)

CBOAEHNSI O COOTBETCTBUM CChINTIOUYHbIX MEXAYHapoAHbIX CTaHAapTOB
MeXrocyAapCTBEHHbIM CTaHAapTam

Ta6nunya [OA.1

O603HaueHne CCbISIOUHOMO CreneHb O603HaueHne 1 HaMMeHOBaHNe COOTBETCTBYIOLLIEIO MEXIOCYJapCTBEHHOTO
MeX/yHapoAHOro CTaHaapTa COOTBETCTBUA CTaHgapTa
IEC 62321-1:2013 oT FOCT IEC 62321-1—2016 «OnpefeneHne pernaMeHTUPOBaHHbIX Be-
LLeCTB B 3/IEKTPOTEXHNYECKNX n3genusax. Yacte 1. BBefeHne n 0630p»
IEC 62321-2:2013 oT FOCT IEC 62321-2—2016 «OnpegeneHve pernameHTUpOBaHHbIX Be-

LecTB B 3/1EKTpPOTEXHMYECKNX n3genusax. YacTb 2. Pasbopka, oTcoegmn-
HeHve 1 MexaHuyeckas noAroToska obpasua»

IEC 62321-3-1:2013 oT FOCT IEC 62321-3-1—2016 «OnpegeneHue pernaMeHTUPOBaHHbIX
BELLECTB B 3/1€KTPOTEXHUYECKNX n3genusax. Yacto 3-1. CKpUHUHT. AHa-
N3 CBUHLA, PTYTW, kagmus, obLliero xpoma v obuiero 6poma meToA0M
peHTreHohlyopecLeHTHON cnekTpoMeTpumn»

1ISO 3696:1987 MOD FOCT P 52501—2005 «Boga gns nabopaTtopHoro aHanusa. TexHuue-
CKue ycnosusa»

ISO 5961 —

* COOTBETCTBYIOLMIA MEeXroCyAapCTBEHHbI CTaHAapT OTCYTCTBYET. [0 ero NPUHATUA pekOMeHAyeTCa UCnosb3oBaTb
nepeBoj Ha PYCCKUIA A3bIK JAHHOTO MeXAyHapoHOro cTaHgapTa.

MpumeyaHune — B HacTosAweli TabnvLe UCNONb30BaHbl CreAyioLLne yCNoBHble 0603HAaYeHUst CTeneHn cooT-
BETCTBUS CTaH4apTOB:

- OT — ngeHTnyHble cTaHgapTol:

- MOD — mMopgudmumpoBaHHbIli cTaHaapT.
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