FOCYAAPCTBEHHbLIA CTAHOAPT rOCT IEC 62321-5-2016
PECTMYBNWKW BENAPYCb

ONPEOENEHWE PEFTMAMEHTUPOBAHHbIX BELLLECTB
B SNEKTPOTEXHUYECKUX U3OENMUAX
Yactb 5

OnpepeneHune kagmus, CBMHLA M XpOMa B NONIMMeEpPax M 3NEeKTPOHHbIX
4acTsIX CUCTEM, a TaKKe KagMusi U CBMHLIA B MeTannax metogamu
AAS, AFS, ICP-OES u ICP-MS

BbI3HAYSHHE PArNMAMEHTABAHBIX PO4bIBAY
Y QNNEKTPAT3XHIYHbIX BBIPABAX
Yactka 5

BbI3HauysHHe KaaMilo, CBiHLUY i XpOMY y naniMmepax i 3NeKTPpOHHbIX
yacTKax CiCTaM, a TaKkcama Kaamilo i CBiHLY y MeTanax Metagami
AAS, AFS, ICP-OES i ICP-MS

(IEC 62321-5:2013, IDT)

N3paHue omumnansHoe

‘ ﬁ FNoccranpapt

MwuHck



http://www.mosexp.ru

FOCT IEC 62321-5-2016

Mpeauncnosue

EBpasuiickuin coBeT no craHgaptusauuu, metponorum u ceptudpukauyun (EACC) npeacraenget coboii
pernoHanbHoe 06beanHEHUE HALMOHAMbHBIX OPraHoB MO CTaHZapTU3auumn rocyaapcrs, BXoaawmx 8 Coapy-
XecTBO HesaeBucumblx Mocyaapcrts. B ganbHeiweMm Bo3MOXHO BCTynneHne B EACC HauuoHanbHbIX OpraHoB
no CTaHaapTUsauumn apyrux rocyaapcrs.

Llenu, OCHOBHbIE MPUHLMMBLI U OCHOBHOW MOPSAOK NPOBEASHMsI paboT MO MEXTOCyAapCTBEHHON CTaHaap-
Tu3aumm ycraHosneHbl FOCT 1.0—2015 «MexrocygapcreseHHasa cucrtema craHgaprusaumum. OCHOBHbIE NOJO-
weHusi» u FOCT 1.2—2015 «MexxrocyaapcTBeHHast cuctema craHgaptusauun. CtaHaapTbl MEXrocyaapceT-
BEHHbIE, MpaBuna M pekomeHaauuum Mo MEeXroCyAapCTBEHHON cTaHaaptu3auuu. NpaBuna pa3paboTku,
NPUHATMS,, OBHOBMEHMS U OTMEHBI»

CBeaeHus o ctaHpapTe

1 NOOrOTOBNEH Hay4HO-NPOM3BOACTBEHHbIM pecnybnuKaHCKMM YHUTapHbIM npeanpusituem «beno-
PYCCKUI roCyaapCTBEHHbIN MHCTUTYT CTaHaapTusauuu u ceptudukaummy» (benMMCC)

2 BHECEH lNoccranpaptom Pecny6nvkn Benapyco

3MPUHAT Eppasuiickum COBETOM NO CTaHAapTu3auuu, METponorum u ceprtudukayun (NPOTOoKON
Ne 49-2016 ot 28 uioHa 2016 r1.)

3a NpUHATUE cTaHaapTa NporonocoBanu:

KpaTKoe HauMeHoBaHuWe CTpaHbl KOJJ, CTpaHbl CoxpameHHoe HauMeHoBaHWe HauyuoHanbHoOro
no MK (MCO 3166) 004—97 no MK (MCO 3166) 004—97 opraHa o craHfapTusayuu
Benapycb BY loccranpapr Pecnybnuku Benapycb
KasaxcraH KZ lFoccraHaapt Pecnybnuku Kasaxcrad
Kblprei3craH KG KblprbiactaHpapt
TamxukucraH TJ TamxmkcraHgapt

Hactoswmin  MexrocyaapCTBEHHbI  CTaHAAPT  WAEHTUMYEH  MEeXAyHapoaAHOMY  CTaHaapTy
IEC 62321-5:2013 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 (OnpeaeneHue pernameHTMPOBAHHbLIX BELLECTB B 3MEKTPOTEXHUYECKUX u3genusax. Yactb 5.
OnpegeneHune kaamus, CBMHLA M XpoMa B MONMMEPAaXxX U 3MEKTPOHHbIX YacTsiX CUCTEM, a TaKkke KaaMus u
cBMHUA B MeTannax metogamu AAS, AFS, ICP-OES u ICP-MS).

MexxayHapoaHblii cTaHaapT paspaboTaH TeXHWYEeCKMM KOMUTETOM no craHaaptusauum IEC TC 111
«CTtaHgapTtusaumsa B 06nactu okpyxaioLlein cpefibl OTHOCUTESNbHO 3MEKTPUYECKUX U 3NIEKTPOHHLIX TOBapoB
n cuctem» MexxayHapoaHow anekTpoTexHuyeckon komuccuu (IEC).

[NepeBo C aHMMMIACKOTO s3bIKa (en).

OdbuumanbHble 9K3EMMNAPLI MEXAYHAPOAHOTO CTaHAapTa, Ha OCHOBE KOTOPOrO MOATOTOBIIEH HACTOSILLMMA
rocyaapCTBEHHbI CTaHAAPT, U MEXAYHAPOAHbLIX CTAHAAPTOB, HA KOTOPbIE AaHbl CCbINKKU, MMEIOTCH B Hauuo-
HanbHOM doHae THIA.

B pasaene «HopMaTUBHbIE CCbINMKU» U TEKCTE CTAHAAPTA CChINKU HA MEXAYHAPOAHbIE CTAHAAPTLI aKTyanu-
3MpOBaHbI.

CBefeHns 0 COOTBETCTBUM MEXTOCYAAPCTBEHHbIX CTAHAAPTOB CCbIMIOYHBIM MEXAYHApOAHbIM CTaHAapTam
npuseaeHsl B AOMOMHUTENBHOM NpunoxeHun O.A.

CTteneHb COOTBETCTBUA — uaeHTuuHas (IDT)

5 BBEJEH B JENCTBWE noctaHosnenunem Foccrangapra Pecny6nmku Benapyck ot 19 asrycra 2016 r.
Ne 66 HenocpeaCTBEHHO B KA4ECTBE rocyAapCTBEHHOro craHaapra Pecnybnuku Benapyck ¢ 1 anpens 2017 r.

6 BBEJJEH BMNEPBbIE

Unpopmayus o ssedeHuu e Oelicmeue (NpekpawieHuu delicmsus) Hacmosweeo cmaHdapma u usme-
HeHull K HeMy Ha meppumopuu yka3aHHbIX ebllie eocydapcme nybnukyemcs 8 ykazamessax HayuOHalbHbIX
(2ocy@apcmeeHHbix) cmaHOapmos, usdasaembix 8 amux eocyfapcmeax, a makxe e cemu WHmMepHem
Ha calimax coomeememeayiowux HayuoHarnbHbIX (20Cy0apCmeeHHbIX) opeaHos8 o cmaHdapmusayuu.

© loccraHgapr, 2016

HacTosiuin ctaHAapT He MOXeT ObiTb BOCMPOU3BEAEH, TUPAXUPOBAH U pacrnpoCTpaHeH B KayecTBe
odmumansHoro nsgaHusa 6e3 paspelueHus Moccrangaprta Pecny6nukn Benapych
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BBepeHue

LLinpokoe wucnonb3oBaHMe U3AENUA SMEKTPOTEXHUYECKOTO HA3HAYEHUS MOBBLICUMO BHUMAHUE K WX
BO3JENCTBMIO HA OKPYXaloLLyo cpeay. Bo MHOrMx cTpaHax mupa Obinu NPUHATLI TEXHUYECKUE [ OKYMEHTHI,
npegycMaTpuBatoLLme onpeaeneHHbii nopsaaok paboTbl C 0TX0A4aMK1, BELECTBAMMW U 3aTPAYEHHON SHEpPruen
npu UCMONbL30BAHUM SNEKTPOTEXHUYECKUX U3AENUIA.

Mcnonb3oBaHue Takux BewecTs, kak csuHel, (Pb), ptyte (HQ), kagmui (Cd), wecTtuBaneHTHbIN XPOM
(Cr(V1)), cogepxawpminca B HEOPraHMYECKNX U OPraHNYEeCKUX COeAMHEHMAX, a Takke ABa Tuna OpOMUPOBAHHbIX
OTHECTOMKUX MHIMOUTOPOB, BKMo4Yas nonudpombudernunsl (PBB) u nonmbpomMupoBaHHble AUDEHMNOBbLIE
apupsbl (PBDE), B aNeKTPOTEXHUYECKUX U3AENNAX PErNaMEHTUPYETCA HALMOHAaNMbHLIM 3aKOHOA4aTENbCTBOM.

Lenbto craHgaptoB cepun IEC 62321 aBnAeTcA yCTaHOBIEHWE METOA0B KOHTPONS, KOTOPbIEe MO3BONAT
onpeaenuTb YPOBEHb PEernamMeHTUPOBAHHbIX BELLECTB B 3NEKTPOTEXHNUYECKUX UAENMUSX.
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rOCYQAPCTBEHHbIN CTAHOAPT PECNYENNKN BENAPYCb

ONPEOENEHUE PEMMAMEHTUPOBAHHbLIX BELLECTB
B SNIEKTPOTEXHUYECKNX N3OENNAX
Yactb 5
OnpeaeneHue KagMusl, CBMHLIA U XPOMa B NMOSIMMEPaxX U 3MEKTPOHHbIX YaCTAX CUCTEM,
a TaKke Kaamua U cBuHUA B metarmnax metogamm AAS, AFS, ICP-OES u ICP-MS

BbI3HAY3HHE PArNAMEHTABAHbBIX POUYbIBAY
Y QNEKTPAT3XHIYHbLIX BbIPABAX
YacTtka 5
Bbi3Ha43HHE KaaMilo, CBiHLlY | XpOMYy Y naniMmepax i 3/IeKTPOHHbIX YacTKax CiCTaM,
a Takcama Kkagmito i cBiHUy Yy MeTanax metagami AAS, AFS, ICP-OES i 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

JAarta BBegeHus — 2017-04-01

1 O6nactb npuMeHeHns

B HacTosiLem cTaHgapTe ycTaHOBNEHbl METOAbI ONpeAernieHnst CogepXaHus CBUHLA, kKaaMusl U XpoMa B
nonuMmepax, MeTannax u anekTpoHuke metogamm AAS, AFS, ICP-OES and ICP-MS.

B HacTodAweM craHgapTe yCcTaHOBMIEHbl METOAbI onpegeneHns ypoBHen kagmusa (Cd), ceuHuya (Pb) u
xpoma (Cr) B 3NEKTPOTEXHUYECKMX M3genuax. Hactoawmin ctaHgapT oxBaTbiBaeT TpU Tuna maTepuarnos:
nonuMepbI/NoNMMEpPHLIE AeTanu, MeTansbl U CNNnasbl, SNEKTPOHMKY.

B HacTosilem cTaHgapTe obpasel paccMaTpuBaeTcs, kak 06bekT, noanexawmin obpaboTke u nsmepe-
HuAM. UTO npeacraensieT coboi obBpasew unu Kak ero nony4nTb onpeaensercs CyGbekTom, NPOBOASLLUM
ucnbiTanus. fanbHelwme pykoBOACTBO MO MOSYYEHMIO TUMOBLIX 06Pa3LOB U3 FOTOBbIX MEKTPOHHBIX U3ae-
nui, KoTopble OyayT nNpOBEPEHbl Ha COoAEPXKaHWe pernameHTUPOBaHHbLIX BELUECTB, YCTAHOBIEHO
B IEC 62321-2. Cneayet OTMETUTb, YTO BblIOOp m/unu onpeaeneHne obpasua MOXET NOBAUSITb HA UHTEp-
npeTaumio pesynsTaToB UCMbLITAHUA. B HacToAweM cTaHgapTe npuBOAUTCA ONUCAHWUE YeTbipex METOAOB, a
UMeHHO: AAS (aTomHO-abcopbUMOHHan cnekTpomeTpus), AFS (aToMHO-GhnyopecLeHTHast CNeKTPOMETPUSI),
ICP-OES (onTuyeckas aMUCCUMOHHAsA CMEKTPOMETPUSI ¢ UHAYKTUBHO CBSA3aHHON nnasmon) u ICP-MS (macc-
CNEeKTPOMEeTPUa C MHAYKTMBHO CBA3AHHOW MMasMoil), a TaKkKe paccMaTpuBaeTCcs HECKONbLKO npoueayp noa-
roToBkM pactsopa obpasua, Ha OCHOBaAHMM KOTOPOro 3KCMepTbl MOTyT BbibpaTh Hanbonee NOAXOASALLMIA Me-
TOA4 aHamnusa.

Kak nokasan aHanu3 LWeCTUBANEHTHOro Xpoma, ero uHoraa TpyaHo OnpeaenuTb B NonmMMmepax U anek-
TPOHUKE, NO3ITOMY B HACTOALLEM CTaHAapTe NPUBEAEHbl METOAbl CKPUMHWMHIA AN XpoMa B monmMmepax U
SMEKTPOHMKM, 3a UCKNoYeHnem AFS. AHanu3 xpoma npeaocTtaBnsieT MHGOpMaUmMio 0 NPUCYTCTBUU LUECTU-
BaNEHTHOrO Xpoma B marepuanax. TeM He MEHee, 3NIeMEHTHbIN aHanu3 He MOXeT BbIGOpOYHO OGHapPYXu-
BaTb LUECTMBANEHTHLIN XPOM; OH ONpeaensdeT KONMMYECTBO XpOMa BO BCEX COCTOSIHUSAX OKUCTeHUst B obpas-
uax. Ecnu konnyecTso xpoMa npeebILL@eT Npeaen WeCcTUBaneHTHOr0 XpoMa, AOMKHbI ObiTb BbIMOMHEHbI UC-
NbITAHWS LIECTMBANIEHTHOrO XpoMa.

MeToabl ucnblTaHWin, paccMaTpuBaemMble B HaCTOSILLEM CTaHAapTe, AOMKHbI 00ecneunTb MakCumanb-
HYIO TOYHOCTb U JOCTOBEPHOCTb ANA KOHUeHTpauuu Pb, Cd u Cr, koTopas MoxeT cocTaBnsatb oT 10 mr/kr
ana Pb, Cd n Cr npu ucnone3osaHuun ICP-OES un AAS u ot 0,1 mr/kr ana Pb u Cd npu ucnonb3osBaHuu
ICP-MS, ot 10 mr/kr ana Pb, Cd u ot 1,5 mr/kr ana Cr npu ncnonb3osanun AFS. [laHHble METOAbI UCNbITa-
HWUI MOTYT MCMONb30BaTHLCA U ANA O0nee BbICOKUX KOHLEHTPaLMA.

M3paHue ocpuumanbHoe
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Hacrosiwuii cTaHaapT He pacnpoCTpaHAeTCs Ha MaTepuarnbl, coaepalyme nonudTopupoBaHHLIE No-
NIMMepbl 13-3a ux cTabunbHOCTU. Ecnu cepHyI0 KUCNOTY UCMONbL3YIOT B aHANUTUYECKOW npoueaype, cylue-
CTBYET PUCK noTepu Pb, B pesynbrare 4ero nony4ator OWMOOYHO HU3KME 3HAYEHURA aAna 3Toro aHanuta.
Kpome Toro, cepHasi M nNnaBMKOBasi KUCNOTLI HE NPUroAHbI Ans onpeaeneHus Cd npu ucnonb3oBanuu AFS,
MNOTOMY YTO BNUAIOT HA €ro BOCCTAHOBIIEHUE.

Ha craguu pactBopeHus obpasua MOryT UMeTb MECTO OnpezerieHHbIE OTPAaHUYEHNS U PUCKK, T. K. MO-
XKeT ﬂp0M3Ol7ITVI ocaxKaeHue uenesbiX UnNu Apyrux aNeMeHToB, B 3TOM criyvyae OCTaTkun H806XO,EIMMO npose-
PUTb OTAENbHO UNKU PACTBOPUTL C NMOMOLLILIO APYroro mMetoaa, a 3arem Oﬁbe,qMHMTb UX C ucnbiTatenbHbIM
pacTBopom o6pasua.

2 HopmaTUBHbIE CCbINKU

[ns npuMeHEeHWs HaCTOSAILLIErO CTaHAapTa HeoOX0AUMBI CreayloLLMe CCbISIOYHbIE CTaHAapThl. [na Heaatu-
POBaHHbLIX CCbINOK NPUMEHSIIOT NOCNEAHee U3AaHNe CCbISTOYHOrO CTaHaapTa (BKNOYAA BCE €ro U3MEHEHHUS).

IEC 62321-1 Determination of certain substances in electrotechnical products — Part 1 Introduction and
overview (OnpegeneHue pernaMmeHTUPOBaHHbLIX BELIECTB B 9NEKTPOTEXHUYECKUX usaenuax. Yacto 1. Bee-
aeHue u 0630p)

IEC 62321-2 Determination of levels of certain substances in electrotechnical products — Part 2: Disas-
sembly, disjointment and mechanical sample preparation (OnpeaeneHue pernaMeHTUPOBAHHbLIX BELLECTB B
3NeKTPOTEXHMYECKUX u3genusx. Yactb 2. Pazbopka, oTcoeauHeHne U MexaHu4Yeckas noarotoeka 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 (Onpe-
JeneHne pernaMeHTUPOBaHHbLIX BELLECTB B INEKTPOTEXHMYECKUX nsaenuax. Yactb 3-1. CKpuHUHI. AHanu3
CBWHLA, PTYTK, kKaamus, o6LLero xpoMa u obiero 6poma mMeToaoM peHTreHonyopeCLEeHTHON CNEKTPOMETPUM)

ISO 3696 Water for analytical laboratory use — Specification and test methods (Boga ansa naboparop-
HOro aHanusa. TexHmyeckue TpeboBaHUA N METOAbI UCNLITAHWUIA)

ISO 5961 Water quality — Determination of cadmium by atomic absorption spectrometry (Kauectso Bo-
abl. OnpeaenexHne coaepXXaHus KAAMUsi METOA0M aTOMHON aBCopPOLMOHHON CNEKTPOMETPUM)

3 TepMUHBI, ONpPeAeneHns n COKpalLeHUst

3.1 TepMUHbI U onpeaeneHnsa

Ons  ueneii HacTosilero cTaHgapTa MPUMEHSIOT TEPMUHbI M ONpeAeneHusl, YCTAHOBNEHHble
B IEC 62321-1, a Tak e crneaytoLiue:

3.1.1 pocToBepHOCTb (accuracy): TOYHOCTb COOTBETCTBMA MEXAY pe3ynbTaTamu UCNbITAaHUI U NPUHA-
TbIM STASIOHHLIM 3HAYEHMEM.

3.1.2 kanu6poBouHbIN o6pasew (calibration standard): BewecTso B TBEPAOM UMM XXUAKOM COCTOSIHUM
C U3BECTHON M CTabunbHON KOHUEHTpauuen aHanuta (0B), UCMONb3yemMoe ANna onpeaeneHun XxapakrepucTu-
ku npubopa (kanMbpoBOYHOI KPUBOIA) MO OTHOLLEHMIO K KOHLIEHTpaLMK aHanuTa (0B).

3.1.3 kanubpoBouHbIN pacTBop (calibration solution): pacTteop, ncnonb3yemsliit npu kanubpoeke npu-
6opa, NOArOTOBMEHHbIN Kak M3 UCXOAHOIO pacTBOpa Tak M U3 CepTUdPULMPOBAHHOIO CTaHaapTHOro o6pasua.

3.1.4 cepTudmumpoBaHHbIi CTaHAAPTHBIN o6pasew (certified reference material): 3TanoHHbIN MaTe-
pvarn, ConpoBOXaaemblit cepTUdUKaTOM, 0AHO unu Gonee 3Ha4YeHMIn napaMeTpoB KOTOPOro CEPTUAULMPO-
BaHbl NO Npoueaype, KOTopas yCTaHaBIIMBAET €r0 HeonpeAeNeHHOCTLIO M NPOCNEXMBAEMOCTb.

3.1.5 naGopaTopHbIit KOHTPONbHbLIN 06pa3sey (laboratory control sample): npo6a mMaTpuLbl ¢ M3BECT-
HbIM COCTABOM TMMOBOIO NPeACTaBUTENA LENEBOro aHanuTa, MCnonb3yemas ans npeacTaBneHns JOKyMeH-
Tauun nabopatopun [1]

3.1.6 xonocTtou pacTBop peareHToB (reagent blank solution): pactsop, NOAroTOBNEHHbIW MyTeM A0-
6aBneHus B pacTBOPUTENb PeareHTOB B TOM e KONMMYECTBE B KOTOPOM OHM Obinu fobaBneHbl B pacTBop
aHanuaupyemoro obpasua (C TEM e KOHEYHbIM 06beM).

3.1.7 pactBop aHanusupyemoro odpasua (test sample solution): pacTeop, noaroTOBMNEHHLIN HA OCHO-
Be npobbl aHanuanpyemoro obpasua B COOTBETCTBUM C YCTAHOBMEHHbIMU TpeOOBaHUSIMM TakuMm 06pasom,
yT0Bbl OH MOT UCNOMNbL30BATLCA ANA NOCMNEAYIOLMX U3MEPEHUI.
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3.2 CokpaieHus

B HacTosLwem cTaHaapTe MCNOMb30BaHbl CreayoLIme COKpaLLeHUs:
CCV  HenpepbiBHas nposepka kanunbpoBKu
LCS JlaBGopaTopHbI KOHTPOMbHbIA 0Bpasel,

4 PeakTuBbl

4.1 Oowas nHdopmaumna

[ns onpeageneHnst aNeMEHTOB HA YPOBHE CreAoB [OSKHbI UCMONb30BaTLCH PeaKkTUBbl COOTBETCTBYIO-
e ynctoThbl. KOHUEHTpauus aHanuta MnuM MeLuaroLux BELLEeCTB B peakTWBax U BOAE AOMMKHA OblTb HU-
YTOXXHO Marnomn nNo CPaBHEHUIO C HAMMEHbLUEN U3MEPAEMOI KOHLIEHTpaLMEN.

Bce peakTuBbl Ans aHanu3a nocpeacTBOM MacC-CrekTpOMETPUU C UHAYKTUBHO CBSI3AHHOW MNasmon,
BKIOMAS KUCIOThI U Apyrue XUMUYECKUE BELLECTBA, AOMDKHbI MMETb BbICOKYIO CTEMEHb YNCTOThI: obLuee coaep-
aHWe CriefoBbIX METANIOB A0IMKHO GbiTh MeHee 1 x 10°% (no macce).

Ons namepennin metogamu ICP-OES n ICP-MS, achdekT namsATn BO3HUKAET B T€X Cny4yasx, korga BBO-
[ATCA 3NeMeHTbl C BbICOKMMU KOHLeHTpauusiMu. PasbaBneHue pacteopa obpasua TpebyeTcs Ans BbICOKNUX
YPOBHeli Kaxaoro anementa. Ecnu adphekT namstu He ymeHbluaeTcs npu pasbasnenuu, TpebyeTcs TLia-
TenbHOE MbITbe 000PYyAOBaHUA.

4.2 PeakTuBbl

[omkHbI UCNONB30BaTHLCA CNeayoLmMe PeakTUBbI:

a) [ns npurotoBreHus u pa3baBneHns BCeX pacTBOPOB 06pa3LoB AOMMKHA UCMONL30BaTLCA BOAA kracca 1
no ISO 3696.

b) CepHas kucnora:

1) 95%-HbI (N0 macce) pacteop cepHol kucnotbl (p(H,SO,) = 1,84 r/mn), NpUroAHbLIA AN aHanusa
cnenoBbIX konuyects metannos («trace metaly grade)».

2) PasbaBneHHbIlt pacTBOpP CEPHOMN KUCMOThI, (1:2): pa3baButb 1 06bEM pacTBOPa KOHLIEHTPUPOBAHHOM
CepHOW KUCNOoThl (4.2, nepeuncnenune b, nyHkT 1) aByma (2) o6bemamu Boabl (4.2, nepeuncneHue a).

C) A3oTHas kucnora:

1) 65%-HbIi (N0 Macce) pacTsop a3oTHON KucnoTbl (p(HNO3) = 1,4 r/mn), NpuUrogHblin AnNA aHanusa cne-
[AOBbIX KONIMYECTB METASSIOB.

2) 10%-HbIi (MO MaCcCe) pacTBOP a30THOW KUCMOTbI, NPUrOAHbIN ANA aHanu3a cneaoBbiX KONUYECTB Me-
Tannos.

3) PacTtBop a30THON KMCNOTbl C MONSAPHOW KOHUeHTpauuen 0,5 monb/n, NpurogHbin AnA aHanusa cne-
[OBbIX KONIMYECTB METAaNNO0B.

4) Pa3baBneHHbIi pacTBOp a30THOW KMCNOThI 1:2: pazbaButb 1 06bEM pacTBopa KOHUEHTPUPOBAHHOM
a30THOW KUCNOTLI (4.2, nepevncneHune ¢, nyHKT 1) ABymMst o6bemamu BoAbl (4.2, nepeuncneHune a).

d) Conanas kucnoTa:

1) 37%-HbI1 (N0 mMacce) pacteop consHon kucnoTtbl (p(HCI) = 1,19 r/mn), npuroaHbli Ana aHanusa cne-
[JOBbIX KONMYECTB METANNOB.

2) PacTBOop CONAHOW KMCANOTLI, pa3taBneHHbI 1:2: 0qHa 4acTb pacTBOpa CONAHOW KUCNOThLI (4.2, nepeunc-
nenune d1), pasbaBneHHbIn 2 YacTsiMu BoAbl (4.4, NnepeyncneHve a), NpurogHuli 4ns aHanusa cneaoBbiX KO-
NINYECTB METAIJOB.

3) 5%-HbIn (N0 Macce) pacTBOpP CONSAHON KUCAOTbI, NPUrOAHbLIM ANA aHanu3a CNefoBbiX KONMYECTB
MEeTannos.

4) 10%-HbI (MO Macce) pacTBOP COSIAAHOM KWUCAOTbI, MPUTOAHBLIA ANSl aHanu3a CNeaoBbiX KOSIMYECTB
MeTansos.

€) 40%-HbIn (N0 Macce) pacTtBop hTopucToBoAopoaHoN kucnoThbl (p(HF) = 1,18 r/mn), npuroaHbii aons
aHanu3a crnejoBbiX KONMYECTB MEeTarsoB.

f) 50%-HbI (N0 Mmacce) pacteop hropobopHon kucnotbl (HBF,), npurogHbin Ans aHanusa cnegoBbiX
KONIMYECTB METAssoB.

g) 70%-Hbi (N0 Macce) pacTeop nepxnopHoi kucnotol (p(HCIO,) = 1,67 r/mn), NnpUroaHbIA Ana aHanuaa
cnepoBbIX KONMYECTB METANSIOB.

h) 85 %-Hbliii (N0 macce) pacreop docopHoii kucnotsl (p(HsPO4) = 1,69 r/Mn), NnpuroaHbIi AnA aHanuaa
CnepoBbIX KONMMYECTB METaNSOB.
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i) 47 % — 49 %-Hbiii (N0 Macce) pactBop 6pomucrosogopoaHoi kucnoTol (p(HBr) = 1,48 r/mn), npuroa-
HbI ANs aHanu3a crneaoBbIX KONUYECTB METassoB.

j) 5%-Hbivi (M0 macce) pacTeop 6opHON KMCNoTobl (H:BO3) KoHUEeHTpauumu 50 Mr/mn, NpuUroagHbIi Ans aHa-
nu3a cnefoBbIX KONMYECTB METANNMOB.

k) 30%-HbIi (N0 macce) pacteop nepekucu sogopoaa (p(H.O,) = 1,10 r/mn), NpUroaHbIin Ana aHanusa
cneaoBbIX KONIMYECTB METAnNMNoB..

I) CMewiaHHas kucnora:

1) CmewanHan kucnota 1 (aBe 4acTu pacTBopa CONsIHOW KMCNOThI (4.2, nepeuncneHue d, nyHkT 1), oa-
Ha YyacCTb pacTBOpa a30THOM KUCNOTLI (4.2, nepeuncnenune c1) u ABe yactu Boabl (4.2, nepevncneHue a);

2) CmellaHHas kucnorta 2 (oagHa YacTb pacTBopa a3oTHOM KUCNOThI (4.2, nepeyncneHune ¢, NnyHkT 1) u
TpuW yacTu pacTeopa pTOpUCTOBOAOPOAHON KUCNOTLI (4.2, nepeuncrneHue e);

3) CmewsaHHas kucnorta 3 (Tpu 4actu pacTBopa CONSAHOW KUCHOThI (4.2, nepeuncneHune d, nyHkT 1) u
O/lHa 4acTb pacTBOpa a30THOW KUCNOTbI (4.2, nepeuncneHune ¢, NyHkT 1).

m) M'mapokeuna kanus (KOH), npuroaHbin Ans aHanusa cnegoBbiX KONIUYECTB MeTannos.

n) boporuapua kanua (KBH4), npurogHbin AnA aHanusa creoBbiX KONIMYECTB METaNNo0B..

0) ®eppuumnanug kanusa (K3(Fe(CN)6)), npuroaHbli AnA aHanu3a cnefoBbiX KONUMYECTB METaNNoB.

p) OKMCNUTENbHO-BOCCTAaHOBUTENbHbLIN areHT: KBH4 ¢ maccoson gonen 1,5% — K3Fe(CN6) ¢ macco-
Bow goneu 1% n KOH ¢ maccosow aonen 0,2%.

Hobaeutb npumepHo 800 Mn BoAbl (4.2, nepeuncneHue a) B 1000 mn mepHyio konby (5.2, nepeuncne-
HUe e, NyHKT 3), 3aTem gobasutb 2 r rugpokcuaa kanus (4.2, nepeuncnenme m). Jodaeute 15,0 r 6oporua-
puaa kanus (4.2, nepeuncnenune n) u 10 r cheppuumannga kanua (4.2, nepeuucneHne o), pasmeLwaTb Ao
pactBopeHus. [lo6aButk BOAbl (4.2, NnepeuncneHme a) A0 MeTku. Takom pacTBOp NPUroTaBNMBAETCA e€xe-
JHEBHO.

q) BoccraHoButenu:

1) Boccranosutenb 1: KBH 4 ¢ maccoBoii gonei 3 % n KOH ¢ maccosowi gonen 0,2 %.

[ob6asutb npumepHo 800 mn Boabl (4.2, nepeuncnenune a) B 1000 mn mepHyio konby (5.2, nepeuncne-
HUe e, NyHKT 3) 3ateM A06aBuTb 2 r rmapokcuaa kanus (4.2, nepeuncnenne m). fo6asute 30 r Gopornapuaa
kanus (4.2, nepeyncnenue n), pasmeLsarb 40 pactBopeHus. [lo6asutb Boabl (4.2, nepeuncneHue a) 4o MeT-
ku. Takon pacTBOp NPUroTaBnMBAaETCA EXEAHEBHO.

2) BoccraHosutens 2: KBH 4 ¢ maccosoii gonein 4 % n KOH ¢ maccosoii gonen 0,8 %.

[oGasutb npumepHo 800 mn Boabl (4.2, nepevucnenue a) B 1000 mn mepHyio konby (5.2, nepeuucne-
HUe e, NnyHKT 3) 3aTem gobasuth 8 r ruapokcuaa kanus (4.2, nepeuncnenue m). flo6asutb 40 r Goporuapuaa
Kanus (4.2, nepeyncrneHve n), pasmeLwlatb 40 pacTBopeHus. Job6asutk BOAbI (4.2, nepeyncneHue a) 1o MeT-
ku. Takoin pacTBOP NPUroTaBNMBAETCA EXEAHEBHO.

r) Hecywwuin noTok:

1) Hecywwmii notok 1: HCI ¢ maccosoit gonei 1,5 %.

2) Hecywmin notok 2: HCI ¢ maccosoi gonei 1,0 %.

s) Pacteop Tuokaptammpa ((NH2)2CS) c maccosoi gonei 10 %. MNpurotaBnueaeTcs exeaHeBHO.

t) MackupytoLmii areHT:

1) Mackupyowmii areHT 1: W@aBeneeas kucnora ¢ MaccoBoi aonen 5 % — cynbdaumoHat Kanus
(KSCN) ¢ maccosoii gonein 5 % — pacrop o-dpeHaHTponuHa (C12H8N2) ¢ maccoson gonen.

Ho6Gasutb 10 r waseneso kucnotbl, 10 r cynbdavumoHara kanusa u 1 r o-peHaHTponuHa k 200 Mn Boabl
(4.2, nepeyncneHune a). HarpeTb npu HU3KOW TemnepaType U pasmellaTtb A0 pacTBOPEHUSA, HE A0BOAA pac-
TBOP A0 KUNEeHusi. PacTBop HeoBX0AMMO MCMONbL30BaTh A0 BbIKPUCTANNW3OBLIBAHUSA TBEPAbIX YacTuu. He
MCMosb30BaTb PacTBOP NOCne NOTEMHEHUA, HE0OX0ANMO NPUTOTOBUTL HOBBIW.

2) MackupyoLmin areHt 2: Tuokapbamug ¢ maccoson gonew 10 % u pactBop ackopGUHOBON KUCNOThI C
maccoon gonen 10 %.

Pacteoputb 10 r Tnokapbammaa u 10 r ackop6buHoBon kucnoTel B 100 mn BoAbl. MpurotTaBnueaeTcs
€XXeHEBHO.

u) Pacteop koGanbTa KoHUeHTpauuu 50 mr/n.

v) CTaHaapTHbIA pacTBOp:

1) CTaHzapTHbI pactBop cBuHUa (Pb) koHueHTpauun 1000 mr/kr.

2) CtaHgapTHbI pactBop kaamus (Cd) koHueHTpauuu 1000 mr/kr.

3) CtaHaapTHbIit pactBop xpoma (Cr) koHueHTpauuu 1000 mr/kr.

4) CtaHgapTHbIi pacTBop xenesa (Fe) koHuenTpauumn 1000 mr/kr.

5) CtaHaapTHbIit pactBop Meam (Cu) koHueHTpauum 1000 mr/kr.
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w) CTaHaapTHbIA pacTBOP BHYTPEHHEro cTaHaapTa.

1) JOMmMKHBI UCNOMb30BATLCS ANEMEHTbl BHYTPEHHErO CTaHAapTa, KOTOPbLIE HE CO34Aal0T NOMEX AnS Le-
nesoro anemMeHTa. NMpu 9TOM NPUCYTCTBME AaAHHbLIX 3NEMEHTOB BHYTPEHHEro CTaHaapTa B pactBope obpas-
La AOIDKHO HaXOAMTHLCA HA HUYTOXHO HU3KOM YPOBHE. B KauecTBe anemMeHTOB BHYTPEHHErO CTaHaapTa Ans
AaHHON creunduyeckon CNEKTPOMETPUM MOTYT UCNONb3oBaThea Sc, In, Th, Lu, Re, Rh, BinY.

2) Ona metoga ICP-OES, pekomeHayetcsa ucnonb3oBatb Sc or Y. PekomeHayemasa KOHUEHTpauus
1 000 mr/n.

3) Ona wmetoga ICP-MS, pekomeHayetrca wucnonb3oBatb Rh. PekomeHayemasa KOHUEHTpauus
1 000 mKr/n.

TOKCUYHOCTbL pPeakTUBOB, UCMONb3yeMbIX B JAHHOM METOAE, HE UMEET TOYHOTO ONpeAeneHus, no3Tomy
KaXKg0e XMMUYeCcKoe COeIMHEeHNE AOIMKHO pacCcMaTpMBaTbLCH Kak NOTEHUMAanbLHO onacHoe BeLecTso. C aTon
TOYKM 3PEHUSA KOHTAKTMPOBAHME C AAHHLIMU BELLECTBAMU JOIMKHO ObiTb CBEAEHO K MUHUMYMY C UCMONb3O-
BaHMEM BCEX BO3MOXHBIX CPEACTB 3aLUUThI.

CnocoBbl NPUroTOBIIEHUS PACTBOPOB NPEesyCMaTpUBaOT UCMONMb30BaAHUE CUSTbHBLIX KUCIIOT, KOTOPbIE ABMS-
I0TCA KOPPO3UOHHO-AKTUBHBIMMW BELLECTBAMU, CNIOCOBGHBLIMU BbI3BaTh OXKOTU.

Mpun paboTe ¢ TakKMMK KUCNOTaMmu cneayeTt UCMomnb30BaTh NabopaTOPHbIE KOCTIOMBI, MEPYaTKU U 3aLUmT-
Hbl€ OYKM

A30THag KMCNOTAa BbIAENSET TOKCUMYHbIE Mapbl. [03TOMY pa3noXeHne AOIMKHO BCerga NnpoBOAUTLCSA B Bbl-
TSDKHOM Wwikady. 310 TpeboBaHMe pacnpOCTPAHAETCA TAKKE U HA Criydan fo0aBneHus KUCnoTbl B 006pasuel,
TaK Kak npyu 3TOM BO3MOXHO BbIAENEHNE TOKCUYHbIX Fa30B.

OTxoaawme rasbl NNasmbl AOMKHbI YAANATLCA C UCMONb30BAHWEM 3PAEKTUBHOW BbITSXKHON CUCTEMBI.

Ocobble Mepbl NPEAOCTOPOXKHOCTU AOIMKHBI COBNAaTLCA Npu paboTte ¢ PTopucToBOAOPOAHON KUCIIOTON, B
MECTHOI anTeyke AOIKeH ObITb renesblit HF-aHTuaoT (2,5%-Horo rniokoHaTa kanbums B BOAOPAaCTBOPUMOM
rene) gnd okasaHus Nepson NOMOLLM B Cyyae 0Xora KOoxxu qoTopuctoBogopoaHon kucnoton (HF).

B kauyecTtBe amnbTepHaTUBblI MOMYT MCMONb30BATLCH XUMWYECKW YUCTbIE PEAareHTbl, 3a UCKIOYEHUEM
nposeaeHusa metogos ICP-MS.

5 O6opyaoBaHue

5.1 O6wana uupopmauua

C6op u xpaHeHne CTEKNAHHON nabopaTtopHON NOCyAbl NPEACTaBNAIOT COO0M BaXHYK 4YacTb aHanusa
9MEeMEeHTOB Ha ypOBHE CreAoB HE3aBUCMMO OT TMMa WUCMbITaTenbHOro obpasua. Beuay 4YyBCTBUTENLHOCTU
paccmarpuBaemblx METOAOB aHanu3a Ha cogepxaHue Pb, Cd u Cr BbINOMHEHUE Kax{01n O0TAENbHOW cTaanu
oTOopa obpasuos TpedyeT 60NbLION OCTOPOXHOCTU U BHMMaHuA. Bce obopyaoBaHue ans otbopa obpas-
LoB, Ux 06paboTKM U XpaHeHWUs He AOIMKHbI coaep)aTb MeTannoB. BCo CTEKNSAHHYIO Nocyay HeEoOXoaMmo
norpy3ntb B 10%-Hblii pacTBOpP a30THOW KUCIOTbI (4.2, NepevncneHmne ¢, NyHKT 2) Ha 24 4 Npu KOMHATHOWM
Temnepartype, a 3aTeM TWAaTenbHO NPOMbITh €€ BOAOW (4.2, nepeyvncneHue a).

5.2 O6opyooBaHue

JormkHO ncnonb3oBaTbcs cnegylollee obopyaoBaHme:

a) AHanuTM4yeckne BEChl C TOUHOCTLIO uamepeHus 0,0001 r.

b) HF-cTonkaa cuctema BBegeHust obpasua: cuctema, B KOTOPON cekuus BBoOAa obpasua M ropenka
06paboTaHbl C LieNbIO NOBLILLEHUS UX YCTONYUBOCTM K BO3AEICTBMIO (PTOPUCTOBOAOPOAHON KNCnoTbl (HF).

¢) Ma3006pasHbIi aproH: ras, CTeneHb YNCTOTbI KOTOPOro npesbiwaeT 99,99 % (no o6bLemy).

d) Ma3000pasHbIi aUETUNEH: ra3, CTENEeHb YNCTOThI KOTOPOro npesbiwaeT 99,99 % (no obvemy).

e) CTeknaHHaa nocyaa: nepes UCnonb30BaHWeM BCA CTeknsHHasa nabopaTtopHas nocyaa AoMmkHa ObiTb
ounwieHa 10 % a30THOM KUCIOTOW (4.2, nepedncneHue c2):

1) Kon6a Keenbgansa: 100 mn;

2) Xumun4deckue crakatbl: 100, 200 M un 1. 4.;

3) MepHble kon6bi: 50, 100, 200, 500, 1000 mn u 1. 4. ECnu no3BonsAT YCNOBUA, BMECTO MEPHbIX KONO
MOTYT UCMNOMNbL30BATLCA APYrMe TUMbl OObEMHBLIX MEPHbLIX NPUCNOCOONEHUI C MPUEMITEMON TOYHOCTLIO U A0-
CTOBEPHOCTLIO.

4) Munetkn: 1,5,10,20 M uT. 4.;

5) CMOTPOBOE CTEKITO.

f) MnatuHoBble TUrenu: 50, 150 MmN n T.4.

g) Papdoposblie Turenu: 50, 150 mn u T.4.
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h) Ycrponcresa us nonuterpadroparuneHa/nepdropankokeunankadoson cmonesl (PTFE/PFA): nepen
MCNONb30BaHUEM BCE YCTPOMCTBA NpOMbIBAIOTCS 10%-0W a30THOM KUCHOTON (4.2, nepevncnerune C. NyHKT 2).

1) Xumuueckue crakaubl: 100, 200, 500 mn u T. a.

2) KpbILWKK 4N XMMUYECKUX CTaKaHOB;

3) MepHbie konbel: 100, 200, 500 MnuT. O

i) Mukponunetku: 10, 100, 200, 500, 1000 MkN K T. 4.

j) KoHTenHepbl: Ana XpaHeHus CTaHAapTHOro pacTeopa U kanubpaxTa.

KoHTeiHepbl A0MKHbI ObiTb M3rOTOBIIEHLI U3 NOMM3TUNEHA BbICOKOW nnoTHocTu (PE-HD) unu u3 nep-
dropankokcunankaHosown cMornbl (PFA).

k) [na onpeaeneHusa ynbTpacneoBOro YPOBHSA AOSMKHbI UCMOMNb30OBATLCA KOHTEWHEpPbl u3 nepdropart-
KokcunankaHosoi cMmonbl (PFA) unu nepdrop (atunex-nponuneHosoro) nnactuka (FEP). B niobom cnydae
nonb30BaTenb AOMKEH NPOBEPUTL NPUTOAHOCTL BLIOPAHHOTO KOHTENHEPA.

l) SnexkTponnuTka unu HarpeTasi neco4Has BaHHA.

m) MydenbHasa neysb: cnocobHasi NoAAEePXKUBATL TEMNEPATYPY Ha ypoBHe (550+25) °C.

n) ByH3eHOBCKas ropenka unu ra3oBasi ropenka aHanoru4Horo Tuna.

0) maponuTUyeckoe pasnoXeHwe B LIApCKOM BOAKE: annapaT pasnoXeHus C MUKPOKOHTPONNEpPOM
BPEMEHU U TeMMnepaTypbl, TEPMOCTAT HarpeBaTenbLHOro 6noka, Habop CocyaoB, KaXAbIM U3 KOTOPbIX OCHALLEH
aednermatopamu U abCopOLMOHHBIMU EMKOCTSIMMU.

p) MukposonHoBass cuctema pasnoxxeHuss obpasuoB, OCHaLLEeHHAs aAepxaTenem obpasua, cocyaamu
u3 nonuterpadropaTuneHa/MmoanduLmMpoBaHHOro TeTpadpTopaTuneHa Bbicokoro aasnexnus (PTFE/TFM)
unu nepdTopankoKkCUnankaHoBoW cMornbl/MoauduLuMpoBaHHoro TeTpadtopatuneHa (PFA/TFM) unu apyrumm
cocyaamu u3 TopyrnepoaucTbiX MaTepnarnos.

MmMeeTcss MHOTO pekoMeHAaLMiA MO TeXHUKEe 6E30MacHOCTU M NpaBuiam 3KCNyaTauum MUKPOBOSHOBbIX
YyCTPOWCTB B naboparopusix B 3aBUCUMOCTH OT UxX Moaenu u cupmel-usrotosutens. MNepea Tem Kak npucTy-
nuTb K paboTte nepcoHan nabopaTropum JOIDKEH 03HAKOMUTLCA C COOTBETCTBYIOLLMMU UHCTPYKLIMSIMU U TEX-
HWYECKOI NMUTEPaTYpPON, a Takke NPOKOHCYNbTUPOBATLCA C U3FOTOBUTENEM MUKPOBOSTHOBOIO 060pyA0BaHUS
¥ COCYZOB NO NMOBOAY WX NPaBUIILHOW M 6€30NacHON dKCnyaTauuu.

q) TepMOU30NALMOHHAA nNnuTa.

r) CTEKNOBOMNOKOHHbIN hunbTp (DOpOCUNMKATHOE CTEKNO) C pasMepom Adveek 0,45 MKM U noaxoasiuen
yalukon cunbTpa.

S) ONTUYECKMiA SIMUCCUOHHBIN CNEKTPOMETP C UHAYKTUBHO CBA3aHHON nnasmon (ICP-OES).

t) Macc-cnekTpoMeTp C MHAYKTUBHO CBA3aHHOM nnasmon (ICP-MS).

u) ATOMHO-a6CcopBLMOHHBIN CNEKTPOMETP (AAS).

V) ATOMHO-ChIyOpecUEHTHbINA cnekTpoMeTp (AFS).

6 MoarotoBka o6pa3uoB 1 Npod

6.1 O6was nadopmaumna

OnsA pasHbiX aHanUTUYECKMX METOAOB, KOTOPbIE MOFYT MCMONb30BaTbCsi COTNACHO HACTOSILLEMY CTaH-
JapTy B Ka4yeCTBe anbTEPHATMBHBLIX BAPUAHTOB, TpebyeTca pa3Hoe KonuyecTBo obpasua Ans NonyyYeHus
pe3ynbTatoB Heo6xoAUMOro kavyecrtsa. OGbIMHO PeKOMEHAYETCA HAaYMHATb C camoro 60MbLUIOrO KONMMYeCTBa
o6pasua, noaxoasLero aAns BeIGpaHHOro MeToaa.

B cnyvae ecnu obpa3sey oTOMPaETCA M3 SNIEKTPOHUKU, TO €70 HeO0BX0AMMO MEXaHWYECKU PaspyLUUTb
COOTBETCTBYIOLLMM CMOCOBOM (Hanpumep, U3menbyunTb, pa3mMorioTb UMW OTpe3aTb) A0 Hadana KMCIOTHOro
pasnoxeHus.

Utobbl 06ecneunTb penpeseHTaTMBHOCTL 06pasia Ha AaHHOI cTaguu, Heobxoaumo obecnednTs onpe-
JeneHHbI pasmep yacTuy Kak pyHKLMU HavyanbHOro konu4yectea obpasua (cm. IEC 62321-2).

PekomenayeTca npoBoAuTL aHanW3 BOAHOrO pactBopa obpasiuia HenocpeaCcTBEHHO MOCHEe NOArOTOBKM
obpasua. Ecnu Takaa BO3MOXHOCTb OTCYTCTBYET, HEOOXOAUMO NOAXOASILLMM Cnocobom cTabunmsmpoBatb
pacTBOp u xpaHuTb ero He 6onee 180 AHEN NpyU KOMHATHON TeMnepaType.

6.2 Mpo6bI 06pasua

6.2.1 NMonumepobl

NSt KUCNOTHOrO Pa3noXeHUst HEOBX0AUMO U3MENBYUTL, PA3MONoTb UM oTpe3aTth 400 mr oGpasua u
OTMEpUTb C TOYHOCTbIO 0 0,1 Mr. [Inst MeToAa Cyxoro 030MeHNUs UMM MUKPOBOSTHOBOTO pasnoXeHusi Heobxoau-
MO U3MENbYUTL, Pa3MONOTb Unn oTpesarb 200 mr ob6pasya u OTMEPUTbL C TOUHOCTBLIO A0 0,1 Mr.
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6.2.2 MeTannsbl

OauH rpammM o6pasua usmMepsieTcsl ¢ TOYHOCTbIO 40 0,1 Mr 1 NOMELLAEeTCs B CTEKNSHHbIN nabopaTopHbIn
XUMUYECKuii cTakaH (5.2, nepeuncnenue h, nyHkt 1) unu xummuyeckuin ctakaH us PTFE/PFA (4.2, nepeunc-
fIeHne €) Npu UCMNonNb30BaHUM PTOPUCTOBOAOPOAHON kucnoTel HF (4.2, nepevncnexue e). [ina npuMmeHeHus
metoaa AFS namepsiercs 0,2 r obpasua.

6.2.3 dneKTpoHukKa

Ons rmaponuTUYECcKoro PasnoXeHns B LLAPCKON BOAKE HEOBX0AUMO B3BECUTL NPUMEPHO 2 I U3MENBYEHHOTO
obpasua (MakcMMarnbHblii pasmep Jactuu: 250 MKM) € TOYHOCTbIO 10 0,1 Mr. [insg MMKPOBOSHOBOTO Pa3snoXeHust
Heobxo0aMMO B3BECUTE NpUMepPHO 200 Mr u3aMenbLYeHHOro obpasua (MakcumarnbHblin pasmep yactul: 250 MkM)
TOYHOCTLIO A0 0,1 mr.

7 Mpoueaypa ucnbiTaHU

7.1 NMonumepsl

7.1.1 O6wan uHdpopmauusa

OO6pasupbl BbIPE3aOTCA W/UNKU M3MENBYAIOTCA [0 COOTBETCTBYIOLIErO pasmMepa B COOTBETCTBUU C Bbl-
GpaHHbIM METOAOM UCTLITAHUI COrNacHo npoueaype, onMcaHue KOTOopol NpMBOAUTCA B pasaene 6. B 3aBu-
CMMOCTHU OT cnocoba NPUroTOBNEHUA UCNLITATENbBHOIO PAcTBOpPA KONUYECTBO 0Opa3sLa MOXET MEHSTLCA, Kak
6yneT OnucaHo HMXe.

McnbitaTenbHbIM pacTBOP MOXHO MPUIOTOBUTbL MOCPEACTBOM CyXOro O30JIEHUS UMK NOCPEACTBOM pas-
noxeHusa obpasua ¢ MOMOLLBLI a30THOW MIM CEPHOW KMCroThl. KUCNOTHOE pasnoxeHue MOXET OCYLEeCTB-
NATLCA B 3aKPbITOW CUCTEME C UCMOMb30BAHMEM CUCTEMbI MUKPOBOSTHOBOIO pasnoxeHusi. B sasucumoctu ot
MPUCYTCTBUSA ONpederieHHbIX 9NIEMEHTOB METOAMKA Pa3noXeHUs MOXeT npeTepneBaTb HEKOTOPbIE U3MEHEe-
HUs. IHdpopmaumio 0 NPUCYTCTBUM TAKUX ANEMEHTOB MOXHO NMOMNYYUTb U3 NpeabiAyLLUX UCCNeA0BaTeNbCKUxX
akcnepumeHnToB (cM. IEC 62321-3-1). ina onpeaeneHus coaepxaHua CBUHLUA, KaAMUA U XpOMa B pacTBope
pasnoXXeHUsi MOryT UCMOMb30BaTbCA Takue CnocoObl U3MEPEHUs, KaK ONTUYEeCKasi SMUCCUMOHHAsI CNEKTPO-
MEeTpuUs C WHAYKTUBHO cBsA3aHHOW nna3mon (ICP-OES), Macc-cnekTpoMeTpusi C MHAYKTUBHO CBS3AHHOMW
nnasmoii (ICP-MS) unu atomHass aGcopbumoHHasa cnektpomeTpus (AAS). B cniyyae ecnu npumeHsieTcs
AFS, nepep onpeaeneHnem cogepxxanusa Pb u Cd pacrteop ana pasnoxeHus A0mkeH ObiTb AONONHUTENLHO
obpaboTaH.

7.1.2 MeTopg cyxoro o3oreHuA

Ecnun obpasel He coaepXuT ranoreHo-coagepxalumx coeauHeHun (BO3MOXHO notpebyercsa uHdopma-
uMs NpeablayLmMX 0TCENBAIOLLMX SKCNEPUMEHTOB), HE0DOX0AUMO BLINOMHUTL CrieAyioLLMe OnepaLmu:

a) OTmeputb Heobxoaumoe konuyecTBo obpasua B Turenb (5.2, nepeuncneHue g), yCTaHOBJIEHHLIN
B OTBEPCTUU >XKAPOMPOYHON TEPMOU3ONALMOHHLIA NAUTLI (5.2, nepevucnexue q).

b) MMnaBHO HarpeTb Turenb (5.2, nepeuncneHme g) ¢ NoMoLbio ropenku (5.2, nepeumncneHme n) B XOpoLuo
npoBeTPMBaEMOM BbITSXKHOM Konnake, obpalyas BHUMaHue Ha TO, UToObl 00pa3seL, He BOCMITAMEHUIICS.

¢) Mocne pasnoxeHusi obpasua A0 OGYrNEeHHOr0 COCTOSIHUSA HarpeBaHMe MOCTEMEHHO MOBbLILLAETCA
[10 yAaneHus neTy4ymx npoayKkToB pasnodXeHusl, NOCIe Yero B TUINE OCTaeTCsi CyXoW YrnepoAUCTbI OCTaTok.

d) lMepeHecTu Turens u ero coaepxkmmoe B MydernbHylo neyb (5.2, nepeuncneHne m) npu Temnepary-
pe (550 £ 25) °C, npu 3TOM ABepuUa AOIMKHA OCTaBaTbCsl HEMHOIO NPUOTKPLITON AN Toro, Yytobbl obecne-
YUTb AOCTATOYHbIV NPUTOK BO3AyXa, HEOOXOAMMOrO AN OKUCTIEHUS yrrepoaa.

e) HarpesaHue npoaomkaeTcsi 40 TeX NOp, NoKa yrnepoa He 6yaeT NONMHOCTbIO OKUCIEH U HE OCTAHET-
€A TONbKO 30na.

f) Hocratb Turens (5.2, nepeyncneHune g) u ero cogemxkumoe u3 neum (5.2, nepeuncneHne m) u aatb
eMy BO3MOXHOCTb OCTbITb 10 TeMnepaTypbl Okpyxatowen cpeabl (ana AFS cMm. 7.1.2, nepeuucnenue h).

g) Oo6GaeuTb 5 Mn asoTHOM KUCNOTLI (4.2, nepeyncneHne ¢, NyHKT 1), NepenuTb NOMNyYEHHbIH PacTBop
B 50 mn MepHyto Konby (5.2, nepeuncnenne h, nyHKT 3) 1 3anonHUTL BOAOW (4.2, nepeuucneHune a) A0 MeT-
Kn. 3TO KOHLIEHTPUPOBAHHbIN pacTBOp obpasLa.

Pa3baBuTtb AaHHbI pacTBOp BOAON (4.2, nepedncrneHne a) A0 ONpeaeneHHOro YPOBHSI KOHLEHTpauuu
ONA KaXgoro uaMmeputensHoro npubopa. Ecnn 6ygeT ucnonb3oBaThbCsl BHYTPEHHUI cTraHaapT (4.2, nepe-
yKUCneHne w), OH JomkeH J00aBNATLCA nNepes 3anonHeHueM Boaon. Nepen 3anonHeHWem A0 OKOHYaTenb-
Horo o6bemMa 50 mn, Heobxoaumo gobaeutb 500 MKN BHYTPEeHHEro craHaapta (4.2, nepeyucrieHne w) ans
ICP-OES u ICP-MS (nocne pastasneHus 1:1000).
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h) MepemecTutb nony4yeHHbl pacteop B 100 mn MepHyto konby (5.2, nepeuncneHue €, NyHkT 3) u 3a-
NoNHUTL BOAON (4.2, nepeuncnenue a) 4o Metku. C nomoLwbio NUNeTkm nomectuts 2,50 Mn pacreopa B
100 mn xuMu4eckui ctakaH (5.2, nepeuncneHune e, nyHkT 2).

MomMecTuTb cTakaH Ha anekTponnutky (5.2, nepevncnenue l). HarpeTb npu HM3KOW TemnepaTtype A0
NOSIHOIO BbICbIXaHUA pacTteopa. lNpoTepeTb BHYTPEHHME CTEHKM CTakaHa BoAoOn (4.2, nepeuucrneHve a) u
po6aeutb Nu6o 1,0 mn (ans onpeaenenusa Cd) unu 1,5 mn (ana onpeaenenus Pb) consaHoi kucnoTbl (4.2,
nepeuyucnenune d, nyHkt 2). HemHOro Harpetb Ans pacTBOpPEeHUs COMM B crakaHe. OxnaaguTb pacTeBoOp npu
KOMHATHOW TemnepaTtype M NepeMecTuTb ero B MepHyio konby (5.2, nepeuucnenue e, nyHkt 3). PacTBop B
50 mn konbe o6pabaTbiBaeTcs B crieayioLei NocneaoBaTeNbHOCTU COOTBETCTBEHHO.

- ina onpeaernenus Pb 3anonHutb BoAow (4.2, nepevncneHne a) 40 METKU 1 TLaTeNbHO nepemewarsb.

- Ona onpeaenenusi Cd Heobxoaumo nonyuutb obpasel, He coaepalyui NpUMecein Meam, xenesa,
UMHKA UNM HUKens u T. 4., nobasutb 1,0 Mn pacteopa koGanbTa (4.2, nepeuucnenune u) u 5,0 Mn pacreopa
Tuokapbamuaa (4.2, nepeuncneHue s) B MEPHyI0 kondy. Ecnu obpasew coaepxuT nepevnucneHHble Yyke-
poaHble npumecu, Heo6xoAUMMO 3amMeHnTb pacTBop Tuokapbamuaa (4.2, nepeuncnenune s) 10,0 mn macku-
pyowero arenta 2 (4.2, nepeuucnenue t, nyHKT 2). 3anonHutb BOoAON (4.2, nepeuncrneHne a) 40 METKU U
TWATENbHO NepeMeLLaTb.

Ecnu o6pa3sew, coaepxUT CyLLIECTBEHHOE KONUYECTBO ranoreHHbIX COeAUHEHNI (BO3MOXHO, noTpebyeTca
UHopMaLuma nNpeabiayLLMX OTCEMBAIOLLMUX SKCNEPUMEHTOB), HEO6XOAUMO BLINOSNHUTL CREAyoLLMe onepauuu:

i) OtmepuTb Heobxoaumoe konuuecTso obpasua B TUrenb (5.2, nepeuncnexue g).

j) Do6asutb 0T 5 Mn Ao 15 mn cepHom kMCNOThI (4.2, nepeuncnerdne b) u meaneHHo HarpeTb TUrenb
(5.2, nepeuncneHune g) u ero coaepKMMoe Ha ropaven NAnTKe unum B NECOYHOM BaHHe (5.2, nepeuncnenune |)
Tak, YToObl NNACTUK PACMNABUNICA U MOYEPHEN.

k) Mocne oxnaxaeHus o6aBuTL 5 MN a30THOW KUCNOTHI (4.2, nepeuucneHune ¢, NnyHktT 1) U npoaon-
XKUTb HarpeBaHne A0 MOSTHOTo Pa3noXeHUs NacTuka u NoABnNeHUsa 6enbix Napos.

) Mocne oxnaxaeHus noctasutb TUrenb (5.2, nepevucnenue g) B MydenbHyio neyb (5.2, nepevucne-
Hne m) u npu Temnepatype (550 £ 25) °C nogoxaate, noka o6pa3eL, MCNApUTCS, BLICOXHET U 030/IUTCA Tak,
4yTO6bI yrnepos okasancs NOMHOCTBIO CONOKEHHbIM.

m) Mocne o3oneHna A06aBuUTbL 5 MN a30THON KMCNOTLI (4.2, NepeuYncrneHune ¢, NyHKT), NepenuTb Nony-
YeHHbI pacTBop B 50 Mn MepHyio konby (5.2, nepeuncnenue e, NnyHkT 3) U 3anonHUTL BOAOW (4.2, nepeyunc-
neHue a) 4O METKW, NOMYy4YUMB KOHLEHTPUPOBAHHLIN pacTBop obpasua. Pa3basutb AaHHbLIN pacTBOp BOAOM
(4.2, nepeuncneHne a) 40 ONPeAeneHHOro YpOBHA KOHLEHTPALUMK AN KAKAO0ro UsMeputenbHoro npubopa.
Ecnu GyaeTt ncnonb3oBaTbCA BHYTPEHHUW CTAHAAPT, OH AOIDKEH A00ABNATLCA Nepes 3anonHEHUeM BOAOW.
[na okoHyatensHoro o6bema 50 mn, Heobxoaumo aobasutb 500 Mkn BHYTpeHHero craHgapta (4.2, nepe-
yncnenune w) ana ICP-OES m ICP-MS (nocne paz6aesnenus 1:1000) nepes 3anonHeHnemMm.

n) Bce ocratku obpasya He0O6X0AUMO OTAENUTb C MOMOLLLIO LeHTpudyrn unm unbtpa. OcTaTku Heoo-
X0AMMO NMPOBEPUTb NOCPEACTBOM COOTBETCTBYIOLUMX M3MEPEHUN (Hanpumep, C NMOMOLUbIO peHTreHodyo-
PECLIEHTHOW CNEKTPOCKONUKU) U yOeaAUTLCA B OTCYTCTBUM B HUX LIENEBLIX 3NEeMEHTOB. PyKOBOACTBO NO Npo-
BeaeHuio PO®A npuseaeHo B IEC 62321-3-1.

MpumMmeyaHue — [JaHHbll MeTO He pacnpocTpaHsieTcs Ha pTopoyrnepos.

7.1.3 MeTOoa KMCNIOTHOrO pPa3noXeHusa

JaHHbIN METOA MCNONb3yeTca TONbKO ANA onpeaenenua cogepxxanua kagmmusa Cd n Cr. OH He noaxo-
OVT AN u3mMepeHus coaepxanusa ceuHua (Pb), Tak kak cepHas kucnota MOXET Bbi3BaTb €ro nNoTepu B 00-
pasue B pesynbrate 06pasoBaHus PbSO,.

a) Ortmeputb HeobxoauMOe konuyecTBo obpasua B konby (5.2, nepeuucnenue e, nyHkt 1). Job6aButb 5 mn
CepHON KUCNOoTbI (4.2, nepeuncnenune b, nyHkT 1), 1 Mn asoTHOW KUCNOTHI (4.2, nepevucneHune ¢, nyHkt 1) u
HarpeTb konby Tak, 4ToObl Npou3oLwno o3oneHue obpasua u BoigeneHue 6enbix napos. Mocne npepbiBaHUs
HarpeBaHusl, 106aBUTb a30THYIO KUCNOTY (4.2, nepevncnenue ¢, NyHKT 1) MenkuMu nopuusiMmm (NPUMEPHO NO
0,5 M) 1 NPOAOIMKUTL HAarpeBaHua A0 nosAsneHua Genbix napoB. HarpesaHue u pasnoxeHue asoTHOW KUC-
noton (4.2, nepeuncneHune ¢, NyHktT 1) NOBTOPAETCH A0 TEX MOpP, NMOKa Pa3fiOXKEHHbIW pacTBOpP HE CTaHeT
6GneaHo-XenToro ugera.

b) MoaoxaaTb HECKONbKO MMHYT, UTOOLI 06pa3sel octbin. [Jo6aBuTb nepekucb Bogopoaa (4.2, nepe-
yucnexue k) menkumm nopumsimu (N0 HECKONbLKO MUMMUIMTPOB 3a OAMH pa3) U HarpeTb obpasew, A0 MOsIB-
nenusi 6enbix napoB. locne oxnaxgeHWsl NepenuTb MNoNydeHHbl pactBop B 100 mn MepHyio konby
(5.2, nepeuncnenue e, NyHKT 3) 1 3anoNnHUTL BOAOK (4.2, nepeuncnenme a) 40 MeTKU. 3TO KOHLEHTPUPOBaHHbIN
pactBop obpasua. Pa3baButb AaHHbLIM pacTBOp BOAOW (4.2, nepeuncneHue a) 40 OnpeaerieHHOro YpOBHSA
KOHLIEHTpaLMu Ans KaXa0ro usMeputensHoro npubopa. Ecnu 6yaet ucnonb3oBaTbCa BHYTPEHHUI CTaHAApTa,
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OH JOrpKeH A00aBnATbCH neped 3anonHeHueM. [Ana okoHvaTensHoro obbema 100 mn, Heo6xoaumo aobaBuUTb
1000 Mkn BHyTpPeHHero craHaapra (4.2, nepeuucnenne w) ansa ICP-OES u ICP-MS (nocne pasbtaBnenus
1:1000) nepea 3anosiHEHUEM.

c) Ecnu obuwee pasnoxeHume npoBeAeHO HENPABUIILHO UNU ecnu obpasel COAEpPXMT 3HAUYUTENLHOE
konuyectso Si, Zr, Hf, Ti, Ta, Nb, W (BoamoxHO notpebyeTrcs uHdopmaumsi npeablayLiux OTCEMBAIOLLMX JKC-
NepUMEHTOB), HE00X0AUMO BbINONHUTL CREAYIOLUME ONepaLmu:

- OTMepuTb HeobGxoaumoe KonuyecTso obpasua B konby. [lobaButb 5 MNn cepHON KUCMNOThI, 1 MM a30THOM
KMCIOTbI U HArpeTb kKonby Tak, YTobbl Npoum3oLurio o3oneHue obpasua u BbigeneHue Genbix napos. MpepsaTb
HarpesaHue, 006aBUTb a30THYIO KUCINOTY (4.2, nepeyncrieHme ¢, nyHkT 1) Menkumu nopuusmm (NPUMEPHO No
0,5 Mn) 1 NPOAOMKNTL HarpeBaHusl A0 nosieneHus 6enbix napos. HarpesaHue u pasnoxeHue asoTHOW KUC-
noTown (4.2, nepeuncneHue ¢, NyHKT 1) NOBTOPSAETCA A0 TeX NOp, MOKAa pPa3foXeHHbIVi pacTBOP HE CTaHeT
OneaHo-XenToro usera.

- MopoxxaaTb HECKONbKO MUHYT, 4TOObI 0Opasey ocTbin. [lo6aBuTb Nepekucb BOAOPOAA MENKUMU
nopumusiMm (N0 HECKONbKO MUIIMIIUTPOB 3a OAMH pa3) M HarpeTb obpasey Ao noseneHus 6enbix Napos.
Mocre oxna)kaeHus nNepenuTb MONyYeHHbI pacTBOp B cocya u3 dropnonumepos (5.2, nepeducnenue h,
nyHkT 1). Jo6aBuTb 5 Mn pTOpPUCTOBOAOPOAHON KUCHOTHI (4.2, NEepedUcrieHne €) U HarpeTb cocya A0 NosiB-
neHnsa Genbix napos. Mo >xenaHuio fo6aBuTb BOPHYIO KUCNOTY (4.2, nepeuucneHue j) ana obpasoBaHus
TOPUAHBIX COEAWHEHUI C LiENbIO 3alyUThbl KBApLIEBOW NNa3MEHHOW ropenku (ecnu HET KMCNOTOCTONKON CU-
cTemMbl BBeAeHuA o6pa3sua). MNocne ocTbiBaHusA nepenuTb pacteop B 100 mn mephyto konby PTFE/PFA (5.2,
nepevucneHue h, NyHKT 3) U 3anuTb BOAOW A0 METKW. MONy4YEHHbIA PacTBOP — 3TO KOHLEHTPUPOBAHHbLIN
pactBop obpasua. PazbaButb gaHHbIA pacTBOp BOAOW (4.2, nepevucrneHue a) A0 onpeaesneHHOro ypoBHs
KOHLEHTpaUUn ANA Kaxaoro MaMeputenbHoro npubopa. Ecnu Gyaet mcnonb3oBaTbCs BHYTPEHHWUN CTaH-
AapT, OH AormkeH aobaBnsaTLCS nepea 3anonHeHueMm. OAna okoH4atenbHoro obbema 100 mn Heobxoaumo
nobasuTtb 1000 mMkn BHYTpeHHero craHaapTa (4.2, nepeuucnenue w) ans ICP-OES u ICP-MS (nocne pas-
6asneHus 1:1000) nepen 3anonHeHeMm.

d) Bce ocratku obpasua Heob6xoAMMO OTAENUTb C MOMOLULIO LEeHTpUdyru unu cunbtpa. OcTaTku
HeoOX0AMMO MPOBEPUTL MOCPEACTBOM COOTBETCTBYIOLLMX W3MEpEHUi (Hanpumep, C noMmowpbio Pd-
CNeKkTpoCckonuu) u ybeanTeCa B OTCYTCTBUM B HUX LIENEBLIX 9NIEMEHTOB. PyKOBOACTBO NO npoBeaeHuio POA
npusegeHo B IEC 62321-3-1.

MpumedvaHue — [daHHbli METOA He NoaxoauUT Ana nposeaeHna AFS.

7.1.4 MukpoBonHoBO€e pasnoxeHue

a) OTmepuTb HeobxoaMMoOe Konu4ecTso obpasua u NOMEeCTUTL B COCYA MUKPOBOSTHOBOIO Pa3foXeHus,
fo6aBuTb 5 mn aszoTHoW kucnotel (4.2, nepeuncnenue ¢, nyHkr 1). flo6aButb nepekucst Bogopoaa (4.2, ne-
peuncneHue k) HebonbLMMKU Unu KaTanuTuyeckumm nopuuamu (no 0,1-1 mn) AN nogaepkaHusi NOSIHOTO
OKUCINEHUA OpraHNYecKoro BELLECTBA. 3aKpbiTb COCYA KPLILUKOW U NOMECTUThL B annapaT MUKPOBOSIHOBOTO
pasnoxeHus (5.2, nepeuncnedue p). Pasnoxenue obpasua B MUKPOBOSTHOBOW NEYU AOIDKHO NPOU3BOAUTLCA
COrnacHo npeasapuTenbHo paspaboTaHHoi paboderi nporpamme. Mocne ocTeiBaHUs obpa3ua nepenutb
pactBop B 50 mn mepHyto konby (5.2, nepeuncneHue e, NyHkT 3) U 3anuTb BOAON (4.2, nepeuncneHune a) oo
MeTKM. [onyyeHHbld pacTBOp — 3TO KOHLIEHTPUPOBAHHbLIN pacTeop obpasua. PastaBuTb AaHHbI pacTBop
BOAOW (4.2, nepeuucneHue a) A0 ONPeAEerieHHOr0 YPOBHS KOHLEHTpauuu ANA KaXxAaoro M3MepuTenbHOro
npubopa. Ecnu 6yaet Mcnonb30BaTbCsl BHYTPEHHUI CTaHAAPT, OH AO0MKEH A06aBNATLCA Nepes, 3anonHeHneMm.
Ina okoHyaTenbHoro o6bema 50 mn, Heobxoaumo ao6asuTb 500 MKN BHYTPEHHEro craHaapta (4.2, nepe-
uucnenue w) ana ICP-OES u ICP-MS (nocne pasz6asnenus 1:1000) nepea 3anonHeHUeM.

Mepekucb Bogopoaa MOXeT A00aBnATLCA TONbKO TOrAa, KOraa U3BECTHbLI aKTUBHLIE KOMMOHEHTbI 06-
pasua. lNepekncb BOAOPOAA MOXET ObICTPO U arpecCMBHO BCTYNaTb B PEAKUMIO C NErKO OKUCISIEMbIMU Ma-
Tepuanamu; no3ToMy OHa He JosbkeH f00aBnaTbCs, ecnu obpasel coaepXuTt GonblumMe KonuyecTsa nerko
OKUCTISIEMbIX OPraHUYECKUX COCTaBNSIIOLLMX.

b) Ecnu obLuee pasnoxeHue NpoTekaeT HeENPaBUMLHO UM ecnn obpasel CoaePKUT 3HAUUTENBHOE KO-
nuyectBo Si, Zr, Hf, Ti, Ta, Nb, W (Bo3moxHO notpebyetca uHgopmaumsa npeabiayLmux oTCEUBAOWMX IKC-
NEPUMEHTOB), HEOOXO0AUMO BbINONMHUTL CREAYIOLLUE OnepaLuu:

- OTMepuTb HeobX0AMMOE KONMUYECTBO 00pasLa B COCYyA MWUKPOBOMHOBOrO pasnoxeHus. [Jo6asutb 5 mn
a30THOW KUCNOTLI (4.2, nepeuncnenue ¢, nyHkr 1) u 1 mn pTopnucToBoaopoaHon (4.2, nepeuucnerue e). [lo-
6aBuTb KaTanMTUYECKOE KONMMUYECTBO nepekucu Bogopoaa (4.2, nepeuucnerue k) (no 0,1-1 mn) ana aocru-
YXEHUA NOSTHOrO OKUCSIEHNSI OPraHUYECKOro BELLEeCTBA. 3aKpbiTb COCY/ KPbILLKON U NOMECTUTBL B annapaTt MUKpO-
BONHOBOro pasnoxeHus (5.2, nepeuncnexune p). PasnoxeHue o6pasua B MUKPOBOSIHOBOM MeYu AOSHKHO Npo-
M3BOAUTLCA COMMAacHO npeABapuTEnbLHO padpaboTaHHol paboyen nporpamme. Mo cBoeMy yCMOTPEHUIO A0-
6aButb GOpHYIO KUCNOTY (4.2, nepeuncneHue j) aAna obpasoBaHua PTOPUAHLIX COEAUHEHUI C LENbIO 3aLiu-
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Tbl KBapLEBON NNa3MEHHOW FOPEnKkM (ECnu HeT, KMCNOTOCTOMKOM cucTembl BBeAeHus obpasua). MNocne
OCTbIBaHUSI Nepenutb pacTeop B 50 mn MepHyto konby PTFE/PFA (5.2, nepeuncnenue h, nyHkT 3) u 3anutb
(4.2, nepeuncneHue a) 0 METKU. MonNyyYeHHbIN PacTBOP - 9TO KOHLEHTPUPOBAaHHbI pacTBop obpasua. Pa3ba-
BWUTb JaHHbIN pacTBOP BOAON (4.2, nepeuncneHme a) 40 onpeaeneHHOro YPoBHA KOHUEHTpauumM aAns Kaxao-
ro M3MepuTenbLHOro npubopa. Ecnu 6yaet ncnonb3oBaTbCsA BHYTPEHHUI CTAHAAPT, OH AOMKEH A00aBnsATLCA
nepes 3anonHeHuem. Ans okoH4yaTenbHoro oovema 50 mn Heo6xoaumo aobaButb 500 MKN BHYTPEHHErO
craHgapta (4.2, nepeuucnenvne w) ansa ICP-OES u ICP-MS (nocne pas6asnenusa 1:1000) nepea 3anonHe-
HUEeM.

Mepekuch BOfOpPOAa MOXET A00ABNATLCH, TONKO €CNU U3BECTHLI aKTUBHLIE KOMMNOHEHTLI o6pasua. lMe-
pekncb BOAOPOAA MOXET BbICTPO U arpeCCUBHO BCTYNATb B PEAKUMUIO C NErkO OKUCASEMbIMU MaTepuanamu;
Mo3TOMY OHa He JOIKeH A00aBnsATLCA, ecnu obpasey, coaepkuT GonblUMe KONMYECTBA NErkO OKUCHSIEMbIX
OpraHN4Yeckux COCTaBMSAIOLLMX.

MpuMeyvaHune — [laHHblil METOA He NOAXOAUT AN NpoBefeHUn AFS.

¢) Ocratkn obpasya HeobxoAMMO OTAENUTbL C MOMOLBIO UeHTpudyrn unu dunetpa. CoaepxaHne
OCTaTKOB HEOOX0AMMO MNPOBEPUTb (HanpuMep, ¢ MOMOWpblo Pd-usmepenun) u ydeanteCa B OTCYTCTBUM
B HMX LieneBbIX anemMeHToB. PykoBoacTBO no npoBeaeHuto PPA npuseaeHo B IEC 62321-3-1.

7.2 MeTtannbl

7.2.1 O6wan undopmauus

Mpoueaypa NpuroTOoBNEHUS pacTBOpa MCMbITATENbHOro obpasua, onucaHue KOTOpOW NPUBOAUTCA
B HacCTOALLEM CTaHAapTe, He 00A3aTenbHO OXBATbLIBAET BCE METansbl U UX coeauHeHus. OBbIMHO Ansa npu-
TOTOBMEHWUSA pPacTBOpa PEKOMEHAYETCHA WCNOMb30BaTb COMAHYI0 KUCMOTY, a30THYIO KUCNOTY MU UX CMEChH.
Onsa 06pasLo., KOTOPLIE C TPYAOM PACTBOPSIOTCA MOA BO3AEUCTBUEM STUX KUCAOT, MO Mepe HeobXoaUMOCTH
MOXeT f06aBnATECA NepXIopHas KUCNOTa, CepHas kucnota u 1. 4. Mpu 3ToM cneayeTt NOMHUTL O PUCKE UCTONb-
30BaHUA CEPHO KMCNOThbI ANA OnNpeAeneHus COAepkaHua CBUMHLA, TaK Kak 3TO MOXET NpuBECTU K notepe
HEKOTOPOW YacTu LieneBoro sanemeHTa. B ycnosusax BbICOKMX Temnepatyp o6pasubl AOMKHbI PaCTBOPATLCA
NMONHOCTLIO 6e3 ocTaTtka. [ina pacTtBopeHusi 06pa3suoB MOXET UCNONb30BaTLCA Takke poccopHas kucnora.

Mpu pacTBOpeHUM METANMoB UMM UX CMECEW CUMbHLIMMU KUCIIOTaMKU BCErAa CyLLECTBYET PUCK OCaXAEHUS
(Hanpumep, pacTeopeHne Pb u Ba cepHoli kucnotoin u Ag consiHon kucnotom. Al moxeT o6pasoBatb OKCUabY
rmapatbl OKCMAOB M UX aHanoru). flaxxe ecnu Ha JaHHbIE 3NEMEHTbI HE PacnpOCTPaHAIOTCA HOPMATUBHLIE
MONOXEHUsI, CYLLLECTBYET PUCK NOTEpU LIeNEeBOro arieMeHTa B pedynbrate ocaxaeHus. B pamkax AaHHOro
pasgena Heo6xoaMMo y6eauTbCA B OTCYTCTBMU MOTEPb LiENEBbIX 3NIEMEHTOB B PacTBOpE UCMbITAaTENbHOMO
obpasua. [na npoBepkuM BCEX OCTATKOB M ONpedesieHMs B HUX COAEpXKaHusl UNU OTCYTCTBUSI LENEBbIX
3NEeMEHTOB AO0JDKEH UCMONMb30BATLCA APYron METO4 M3MEpPEeHUsl. ANbTEPHATUBHO NOCNE KUCIOTHOrO pasno-
XKEHNSA OCTaTKM HEOOXOAMMO MOABEPrHYTb MOMHOMY AOMNOMHUTENBHOMY Pa3fNOXEHMI0 C MOMOLLBIO APYruxX
METOA0B (Hanpumep, NOCPEACTBOM LLENOYHOIO NIaBfieHNa UNn NCNoNb30BaHUS rEPMETUYHONO cocyaa nog
paeneHuem). O6paboTaHHble TakuM 00pa3om OCTaTku 3aTemM OObLEeAMHSIOTCA C KUCMOTHO-PACTBOPEHHbIM
pacTBOpPOM W U3MEPSIOTCSA.

Ocratku obpasua Heobxoaumo OTAenUTb C NOMOLUBI0 UeHTpudyrn umm cunbtpa. CoaepxaHue
OCTaTKOB HEOOX0AMMO NPOBEPUTH (Hampumep, C NOMOLLBD Pd-usamepeHuil) n yoeauteCa B OTCYTCTBUM
B HMX LIENeBbIX 3NeMeHTOB. PykoBoACTBO no npoBeaeHunio POA npusegeHo B IEC 62321-3-1.

Ecnu B npucytcreylolem cepebpe coaepxutca 60nbLIOe KONMYECTBO ONOBA, T.€. MPUMON, He coaep-
awwmii Pb, B kauecTBe pacTBOPSAIOLLEN KUCMOThI AOMMKHA UCNOMb30BATLCA CONSIHAA kucnorta ¢ JobaBneHu-
em 10 Mn nepekncu BoAOpPOAa A0 TEX NOP, pa3noXeHue He OyaeT 3aBePLUEHO.

7.2.2 O6wune MeToabl pasroxeHUa oépasua

a) CTEeKnAHHbIN XMMUYECKUIA CTakaH (5.2, nepeuncnenHne e, NyHKkT 2), B KOTOPOM Haxoautces obpased, 3a-
KPbITb CMOTPOBBLIM CTeknom (5.2, nepeuucneHue e, nyHkt 5). Jo6aButb 20 mn cMewwaHHon kucnotel 1 (4.2,
nepeuucnexue |, nyHkT 1) u HarpeTb CTakaH A0 pacTBopeHus obpasua. [locne Toro kak ctakaH OCTbIHET A0
KOMHATHOW TEMNEepaTypbl, NPOMbITb €r0 BHYTPEHHUE CTEHKW W HIDKHIOIO YacTb CMOTPOBOrO CTEKna BOAON
(4.2, nepeuncnenue a). Mepenutb pactsop B 100 mn mepHyto kondy (5.2, nepeuncneHune e, NyHkT 3) u 3anon-
HUTL BOAON (4,2, nepeducneHune a) A0 MeTku. [NonyyeHHbIi pacTBOp NpeacTaBnsieT CcoBGOM KOHUEHTpUpo-
BaHHbII pacTBop obpasuya. Pa3baBuTb AaHHbIN pacTBOp BOAOW (4,2, nepeyucrneHue a) A0 Heob6xoammor
KOHLIEHTpaLMmM Ans Kaxaoro uameputensHoro npubopa. Ecnm Heobxoanmo, 406aBuTbL pacTBOP BHYTPEHHETO
cTaHgapra (4,2, nepeyucneHue w) ¢ cogepmkaHuemM, HanpuMep Rh go 3anonHeHus konbel (5.2, nepeuncne-
Hue e, nyHkT 3) Boaow (4.2, nepeuncrnieHue a). Tun MeMeHTa U ero KONM4YeCcTBO 3aBUCAT OT BbIGPaHHOrO
aHanuTuyeckoro metoaa. pu pacyete pesynbTaToB HEOOXOAMMO YYMTLIBATL COOTBETCTBYIOLLME CMOCOOLI
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pasbasneHus. N pasbasneHune, n go6aBneHne BHYTPEHHETO CTaHAapTa AOSHKHO JOKYMEHTMPOBATLCA B MPO-
TOKOJIE UCNbITAHUN.

b) Mpu npumeHeHun metoaa AFS BHayane HeOBX0AMMO A0 PA3NOXKEHUA KOHLEHTPUPOBAHHOTO PACTBO-
pa ¢ NoOMOLLbIO NMNeTkn noMmectutb 2,50 mn pacteopa B 100 mn xumudeckuin ctakat (5.2, nepevucrneHue e,
NYHKT 2).

MomecTuTtb cTakaH Ha anekTponnutky (5.2, nepeuncnenue l). HarpeTb npu HU3KOW TemnepaTtype A0
MOSIHOIO BbICbIXaHWUSI pacTBopa. MpoTepeTb BHYTPEHHUE CTEHKM cTakaHa BOA4OM (4.2, nepeducrneHue a) u
fobasutk nubo 1,0 mn (ans onpeaenenus Cd) unu 1,5 mn (ans onpeaeneHus Pb) consiHoi kucnotel (4.2,
nepeuyncnexune d, nyHkT 2). HeMHOro HarpeTb ANsi paCTBOPEHUA CONMM B cTakaHe. OxnaguTb pacTBop npu
KOMHaTHOW TemnepaTtype U NepemecTutb ero B MepHyto konby (5.2, nepeuucneHune e, nyHkt 3). PacTteop B
50 mn konbe obpabaTbiBaeTCa B CrieayloLLen NocneaoBaTenNbHOCTU COOTBETCTBEHHO.

- Ana onpeagenenna Pb pob6asutb 4,0 Mmn mackupytowero areHta 1 (4.2, nepeuncnenume t, nyHkt 1) B
MEPHYI0 KOonby u 3anonHuTb Bogon (4.2, nepeuncneHue a) 4o MeTku. Nocne CMemBaHusA, OCTaBUTb OCe-
ZaTb NpuMepHo Ha 30 MUH, a 3aTeM NPOoNyCTUTL Yepe3 MeANEeHHOAENCTBYIOLLYIO (OUIbTPOBAasbHYO Bymary.
dunbTpaThl HEOGXOAUMO OCTaBUTL AN UCMbITAHUIA.

- Ona onpeaenenusa Cd, ao6aeutb 1,0 Mn pactBopa kobanbTta (4.2, nepeuucneHune u) u 5,0 mn macku-
pyloLiero areHta 2 (4.2, nepeuncrnienue t, nyHkT 2) B MepHyto konby u 3anonHutb BoAow (4.2, nepeuucne-
Hue a) 4o meTkn. OcTaBuTb 0ceaaTb NnpuMepHo Ha 30 MUH. PacTBOp HE06X0AMMO OCTaBUTL ANS UCMbITAHUN.

7.2.3 O6pasubl, cogepxawue Zr, Hf, Ti, Ta, Nb unu W

3akpbITh xuMudeckuin ctakaH PTFE/PFA (5.2, nepeuncnenune h, nyHkT 1), B KOTOpOM Haxoautcs obpasey
Kpblwkoin (5.2, nepeuncnenune h, nyHkt 2). Jo6aBute 20 Mn CMELIAHHON KUCMOTbl 2 (4.2, nepeyucnenue |,
NYHKT 2) 1 HarpeTb CTakaH 40 pacTBopeHusa obpasua.

Mocne TOoro kak crtakaH OCTBIHET A0 KOMHATHOM TeMnepaTypbl, MPOMbITb €F0 BHYTPEHHUEe cTeHku (5.2,
nepeuncnenune h, NyHKT 1) U HUXHIOKW YacTb Kpbiwku (5.2, nepeuncneHne h, nyHkT 2) Bogon (4.2, nepeuucne-
Hue a). CHATb KpbILKy (5.2, nepeuncnenue h, nyHkt 2). MNepenutb pacteop B 100 mn MepHyio kondy (5.2, ne-
peuncrenune h, NyHKT 3) 1 3anofnHUTL BOAOW (4.2, nepedncrneHune a) 40 METKM.

MonyyeHHbIW pacTBOP NpeacTaBnseT coOOM KOHLEHTPUPOBaHHbIA pacTBop obpasua. PasbaButb aaH-
HbIl pacTBOp BoAON (4.2, nepeyucneHune a) 40 HeoOXOAMMON KOHLEHTpauuu AN KaKA0r0 U3MEPUTENbHOro
npubopa. Ecnu Heobxoaumo, AobaBuTb PacTBOP BHYTPEHHErO cTaHaapTa (4.2, nepevucneHne w) ¢ cogep-
»aHuem, Hanpumep Rh oo 3anonHeHus konbwol (5.2, nepeuncnenue h, nyHkT 3) Boaon (4.2, nepeuncnexue a).
Tak KaK 30eCb MCNonb3yeTca hTOPUCTOBOAOPOAHAA KUCNOTA (4.2, nepednucneHue e), pactsop BHYTPEHHErO
cTaHaapta (4.2, nepeducrnieHne w) He AO0SMKeH coaepXatb peaKko3eMesbHbIX 9NeMEHTOB. Tun sanemeHTa u
€ro KONMM4YecTBO 3aBUCAT OT BLIOPAHHOIO aHanuTM4eckoro metoaa. Mpu pacyete pesynbTaToB HEOGX0AUMO
YUUTBLIBATL COOTBETCTBYIOLUME Cnocobbl pasbaeneHun. U pasbaeneHue, u nobaBneHne BHYTPEHHErO CTaH-
JapTa AOMKHO AOKYMEHTUPOBATLCA B NPOTOKONE UCMBITAHUNA.

MpuMedaHune — [aHHblil MeTOA He NoAXOAUT ANA npoBefeHns AFS.

7.2.4 O6pasubl, cogepxauue Sn

3akpbITb CTakaH (5.2, nepevncneHue e, NyHKT 2), B KOTOPOM Haxoautcs obpasey. JoGasutb 10 mn cme-
LLIAHHON KMCNOTbI 3 (4.2, nepeuuncnenue |, nyHkT 3) menkumu nopumamu. Mo okoH4YaHum GypHON peakuumn cne-
JyeT MeANeHHO HarpeBaTb CTakaH A0 NOMHOTO pacTBopeHus obpasua. Mocne Toro Kak crtakaH OCTbIHeT,
NPOMbITb €70 BHYTPEHHME CTeHKM (5.2, NnepevncneHune e, NYHKT 2) U HWKHIOIO YacCTb KPbILWKKU BOAON (4.2, nepe-
yucnenune a). CHATL Kpbiwky. Jo6aButb 10 MN cepHO KUCNOTLI (4.2, nepeuncnenue b, nyHkT 1) u HarpesBaTb
crakaH (5.2, nepeuncneHue e, NyHkT 2) 4o noseneHusn 6enbix napoe SO;. Mocne oxnaxaeHus B TEYEHUE He-
CKONbKUX MUHYT ao6asutb 20 mn 6pOMUCTOBOAOPOAHON KUCNOTLI (4.2, NnepevnucneHune j) u HarpeBaTb Xumm-
yeckuii ctakaH (5.2, nepeuncneHue e, NyHKT 2) o TeX NOp, NOKa He CTaHYT 3ameTHbIMU 6enble napbl.

MoBTOPUTL AaHHLIN Npouecc Tpu pa3a. Mocne oxnaxaeHsa 40 KOMHATHOMN TemnepaTypbl 4o6asuTeb 10 Mn
a30THOM KMCNOTHI (4.2, nepeuncneHune ¢, NnyHkt 1) Ana pacreopeHus conen. Mepenute pactesop B 100 mn
MepHyio konby (5.2, nepeuncnenue e, NyHKT 3) u 3anonHUTL BOAON (4.2, nepeunucneHune a) Ao meTku. Mony-
YeHHbI pacTBOpP NpeacTaBnAeT co60iN KOHUEHTPUMPOBAHHLIN pacTBop ob6pasua. PazGasuTb AaHHbIN pacTBOpP
BO/0i1 (4.2, nepeuncneHune a) 40 HeoBX0AMMOI KOHLIEHTPaLUK ANa KaXxaoro usmeputensHoro npubopa. Ec-
nm Heobxoaumo, A0GaBUTbL PACTBOP BHYTPEHHEro CTaHaapta (4.2, nepeyncneHne w) C COAEpXKaHUEM,
Hanpumep Rh go 3anonHenusa konGbl (4.1, nepeuncneHue e, NyHkT 3) Boaow (4.2, nepeuvucneHue a). Tun
3MeMeHTa U ero KOnM4ecTBO 3aBUCAT OT BbIOpaHHOr0 aHanuTU4eckoro meroaa. Mpu pacyete pesynbTaTtoB
HeoBX0AMMO Y4MTbLIBATL COOTBETCTBYIOLLME criocobbl pasbasneHusa. N pasbasneHue, u aobaBneHue BHyT-
peHHero craHaapTta (4.2, nepeyncneHdne w) OrpKHO AOKYMEHTUPOBATLCA B NPOTOKOME UCNbITAHMIA.
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AnbTepHaTuBHO 1 1 obpasua pacreopsieTcsa nocpeactsom aotasneHus 40 mn Boabl (4.2, nepeunc-
neHue a), 12 Mn asoTHOW KUCNOTbI (4.2, nepevnucrneHme ¢, NyHKT 1) n 6 Mn CBEXENpUroToBIriEHHOW (PTOPO-
6GopHoi kucnotel (4.2, nepeuncnenue f) (200 mn 40 %-Hol (N0 Macce) hTOPUCTOBOAOPOAHON KUCHOThI (4.2,
nepeuucnexue €) ¢ 75 r 6opHoN kMCNoTbl (4.2, nepeuncnenue j). Npu 3TOM A0MHKEH UCNONMb30BaTLCS XUMU-
yeckuit ctakaH PTFE/PFA (5.2, nepeuncnenue €, nyHKT 3) 1 MepHaa konba u3 nonuatuneHa BbICOKOW NMoT-
HocTu unu PTFE/PFA (5.2, nepeuncnenue e, nyHkT 3).

MpumMmeyaHune — [JaHHblil MeTO4 He NoAXOAMT Ans npoBefeHus AFS.

7.3 ONeKTPOHHbIE KOMMOHEHTDI

7.3.1 O6wan nudopmaumn

Mpoueaypa NpuroToBMNEHUSA PacTBOpa MUCMbITATENLHOrO 0obOpasua, onucaHue KOTOPOW NPUBOAUTCA B
HacToALLeM cTaHaapTe, He obs3aTenbHO OXBAThIBAET BCIO AMNEKTPOHUKY. [locne pasnoxeHusa B pacteope
MOryT MPUCYTCTBOBAaTEL TBEPAbIE OCTaTku. Cneayer ydeautbcs (Hanpumep, ¢ nomowpio Pd-cnektpomeTpun),
YTO B Aa@HHbIX OCTaTKax HET 3HAYUTENbHbIX KONMMYECTB LENEeBbIX aNeMeHTOB. Ecnu xe oHnu 6yayt obHapyxe-
Hbl, JaHHbIE OCTaTKU HEOOXO0AMMO PaCTBOPUTHL APYIMMU XUMHUYECKUMU MeToAaMU U 00beaUHUTL C pacTBo-
pPOM ucnblTaTeNsHOro obpasua.

O06pasupl A4na aHanu3a AOIMkHbI NPEeJOCTaBMATLCA Kak M3MENbYEHHbIN MaTepuan 3nNeKTPOHHLIX U3aenun,
OMUCaHue KOTOPbIX NPMBOAWTCHA B pasaene 6. Mopowwok noaBepraeTcs rmaponUTUYECKOMY Pa3noXEHUIO
cmecu asotHoi HNO; n consaiHon HCI kucnoTel (aanee — «uapckas Bogkay) U MUKPOBOMHOBOMY Pa3fOXKEHUIO
¢ ycunusawowwum sosgencramem, HNO;, HBF4, H,O, n HCI. Tnaponutuyeckoe pasnoxeHue B LAPCKOW BoAKe
npoussoauTcsa cornacHo ISO 5961. Coaepxxanue anemeHToB Pb n Cd onpeaensieTca 0gHOBPEMEHHO B pasna-
ratoLlemM pacTBope C MOMOLLILIO ONTUYECKOW SMUCCUOHHON CMEKTPOMETPUU C UHAYKTUBHO CBSAA3AHHOW NNasMow
(ICP-OES) unu macc-crnekrpoMeTpun ¢ UHAYKTUBHO CBA3aHHOW nnasMmon (ICP-MS) nnu noanemeHTHO ¢ no-
MOLLIbIO aTOMHOW abCOPOLMOHHON cnekTpomeTpumn (AAS) unm aToMHON hryOpPECLIEHTHON cnekTpomeTpun AFS.

MpumeyvyaHue — Ecnu HeT HBF4 HeobxogMMoro Knacca YMCToThl, BMECTO HEE MOXET UCNONb30BaTLCA PTOPU-
cToBogopogHas kucnota (HF).

7.3.2 'maponuTnyeckoe pasnoxeHue B LAPCKON BOOKe

a) BaeecuTb NpUMEPHO 2 T M3MENBYEHHOO 06pasLa (MakCMMarnbHbii pasMep Yactul: 250 MkM) C Okpyrne-
Huem o 0,1 Mr M MOMECTUTb B peakUMOHHbIN cocya, a 3atem Aobasutb 30 Mn CMeLaHHON KUCNOThI (4.2, ne-
peuncnenne |, nyHkt 3). Cocyn ocHallaeTcs aecdrnermMaropoMm u abcopbUMOHHON eMKOCTbIO C cofepXKaHueM
10 mn 0,5 monb/n HNO; (4.2, nepeuncneHue ¢, nyHkT 2). lNocne 3T0ro 3anyckaercsi TeMnepaTypHas nporpam-
Ma ans pasnoxeHust obpasuya: 12 4 npu KOMHaTHOW Temnepatype u 2 4 npu Temnepartype 120 °C. MNMocne
OXNaXAEHUA 4O KOMHATHOM TeMmnepatypbl coaepxumoe abcopOLMOHHON eMKOCTM MOMELLAeTcs B peakuu-
OHHbIN cocya. O6Gpasey nponyckaerca depe3 0,45 MKM CTEKIOBOMOKOHHbIN MUKpOunbTp (5.2, nepeuuncne-
HWe 1), a TBepable OCTaTKM NPOMbLIBAIOTCA YeTbipe pa3a consiHon kucnoton 15 mn 5%-Hon (no macce) (4.2,
nepeuucnexune d, nyHkT 3). MNony4yeHHbIM pacTBop nepenuBaetcs B 250 mn mepHyto konby (5.2, nepeuucne-
HUe e, NyHKT 3) u 3anonHaeTca 5 % consaHon kucnotoi (4.2, nepeuncnenue d, nyHkt 3) 4o metkn ansa ICP-
OES u ICP-MS, unu 8 1000 mn konby (5.2, nepeuncneHue e, NyHKT 3) u 3anonHsetca 5 % (no macce) co-
NAHON KUCNoTon (4.2, nepeuncneHue d, nyHkT 3) 40 meTku ana AFS.

MonyueHHbIN pacTBOp NpeacTaBnseT coboil KOHLEHTPUPOBAHHDIN pacTBop obpasua. [aHHblii pacTeop
MOXHO pa3basButb 5 % HCI (4.2, nepeuncnenue d, nyHKT 3) A0 ONPeAENEeHHOro YPOBHA KOHLUEHTpauuM Ans
KaXgoro uamepurensHoro npubopa. Ecnu 6yaer ucnonb3oBaTbCst BHYTPEHHUI CTaHAapT, OH A0JhkeH aobaB-
nATbCA Nepea 3anonHeHuem. [Ana okoHuyatenbHoro obbema 100 mn, Heo6xoaumo ao6aeutb 1000 Mk BHYT-
peHHero crangapta ans ICP-OES u ICP-MS (nocne pastaenexua 1:1000).

b) lNpu npumeneHun metoga AFS BHayane HeoOGXOAUMO A0 Pa3NOXEHUS KOHLEHTPUPOBAHHOMO pac-
TBOpAa C NOMOLLBIO NUNETKU noMecTutb 2,50 mn pacteopa B 100 Mn xumuyeckuin ctakat (5.2, nepeuncneHune
e, NYHKT 2).

MNomecTuTb ctakaH Ha anekrponnutky (5.2, nepeuncnenue l). HarpeTb npu HU3KON Temnepatype Ao
NOMHOIO BbICKIXaHUA pacTeopa. MpoTepeTb BHYTPEHHME CTEHKM CTakaHa BOAOW (4.2, nepeyncrneHue a) u
pobasutb 6o 1,0 mn (ans onpeaenenus Cd) unm 1,5 mn (ana onpeaeneHuss Pb) consiHoi kucnotol (4.2,
nepeuncneHue d, nyHkT 2). HemMHOro HarpeTb Ans pacTBOPEHMS CONMM B CTakaHe. OxnaguTb pacTBop npu
KOMHaTHOW TeMnepaType M nepeMecTUTb ero B MepHyto konby (5.2, nepeuncnenume e, nyHkt 3). Pacteop B
50 mn konbe obpabaTbiBaeTCs B crieaytoLlei nocrneaoBaTernbHOCTU COOTBETCTBEHHO.

- Ana onpegenexusa Pb pobaeuth 4,0 mn mackupylouwero aredta 1 (4.2, nepeuucnenue t, nyHkr 1)
B MepHyl konby W 3anonHuTb BoZon (4.2, nepe4vncneHue a) A0 MeTku. ocne cmewmBaHus, OCTaBUTb
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ocepatb npumepHo Ha 30 MuH, a 3ateM nponycTuTb Yepe3 0,45 MKM CTEKNOBOMOKOHHLIN MUKPOMUNBLTP
(5.2, nepeuncnerue r). PunbTparbl HEOOXOAUMO OCTABUTb ANSt UCNILITAHUNA.

- Aina onpeaenenua Cd, aob6asutb 1,0 mn pacreopa kobanbta (4.2, nepeyncnenune u) n 5,0 mn Macku-
pyowero areHta 2 (4.2, nepeuncnenue t, nyHkt 2) B MEPHYIO KONOy M 3anonHUTbL BOAON (4.2, nepeuucne-
Hue a) Ao meTkn. OCTaBuUTbL 0ceaaTb NpuMepHo Ha 30 MuH. PacTBOp HEO6X0AMMO OCTaBUTL ANA UCNbLITAHUNA.

Ecnu Ha dmnbTpe umeloTcs octatku obpasua, ux HeobxoaAUMO NPOBEPUTL C MOMOLLIbIO COOTBETCTBYHOLLIMX
n3mepeHun (Hanpumep, NoCPeaACTBOM PEHTIEHOBCKOW (PriyopeCLeHTHOW CNeKTPOMETPUKN) ANs NoATBEPXKAEHUA
OTCYTCTBMA LieNneBbiX aneMeHToB. PykoBoacTBO o nposeaeHuto POA npuseaeHo B IEC 62321-3-1.

Ecnu B naGopatopuu HeT 060pyaOBaHUS, YKa3aHHOIO Bbille, OHA MOXET UCNONb3oBaTb 60nee NPOCTon
noaxoA, eCnu NonbL30BaTefNb CMOXET NOATBEPAUTb €70 NPUToAHOCTL. OTKIMOHEHUs1 OT Npoueayp, onucaHwe
KOTOPbIX MPUBOAUTCS BbilLE, HEOOXOAUMO OLIEHUTb U 33J0KYMEHTMPOBAThL B NPOTOKONE UCNbITAHMIA. Takon
YNPOLLUEHHbIN MOAXO0A MOXHO peanu3oBaTb Cneaylolwmm 00pa3oM: CTEKNSAHHBbIA XUMUYECKUA CTakaH
(5.2, nepeuncneHme e, MyHKT 2) ¢ 06pa3sLOM 3aKpbiTb CMOTPOBLIM CTEKIIOM (5.2, nepeuncneHume e, NyHkT 5).
[o6aBuUTb CMELLAHHYIO KUCNOTY (4.2, nepeuncnenue |, nyHkT 3) U HarpeBaTb XMMUYECKMiA cTakaH (5.2, nepe-
yucneHue e, NyHKT 2) B TeyeHue 2 4 npu temnepatype 120 °C, nocne 4Yero ocraBuTb €ro Ha 12 4 nNpu KOM-
HaTHOM Temneparype. MpoMbITL BOAON (4.2, nepeuncneHne a) HKHIOK 4acTb CMOTPOBOro crekna (5.2, ne-
peuucneHue e, NyHKT 5) U BHYTPEHHUE CTEHKU XMMMUYECKOro cTakaHa (5.2, nepeuucneHme e, nyHkr 2). CHATb
cMoTpoBoe crekno (5.2, nepeuncnenue e, nyHkr 5). Mocne octbiBaHMA obpasel nponyckaercs yepes 0,45
MKM CTEKIOBONOKOHHbIN MukpocpunbTp (5.2, nepeuucnenue r). Teepable OCTaTKU NMPOMbIBAIOTCA COMNSAHOW
kucnoton 5%-Hou (no macce) (4.2, nepeuncnedue d, nyHkT 3). MNony4eHHbI pacTBOp NepenuBaeTcsa B Mep-
Hyl0 konoy (5.2, nepeuncneHue €) u 3anonHAeTca CONsAHON KUCnoTol 5%-Hon (no macce) (4.2, nepeuucne-
Hue d, nyHKT 3) A0 MeTKW. [1oNyYEeHHbI pacTBOP UCMONbL3YETCA ANA NPOBEAEHUS AAlNbHEALUMX U3MEPEHUN.

7.3.3 MMKpOBONMHOBOE pasrioXeHue

a) Bseecutb 200 r uamMenbueHHOro obpasua (MakcumanbHbIi pasmep Jactuy: 250 MKM) U NOMECTUTL B CO-
cya, usrotosnenHslt u3 PTFE/TFM, PTFE/PFA unn apyroro dpropyrnepoaHoro marepuwana (5.2, nepeuuc-
nenue h). Oo6aeutb 4 mn HNO; (4.2, nepeuucnenune ¢, nyHkT 1), 2 mn HBF, (4,2, nepeuucnenue f), 1 mn
H.O, (4.2, nepeuncnendne k) u 1 mn soabl (4.2, nepevucnenune a). Nepea 3akpbIiTUEM COCYAbl TLWATESNBLHO
nepemMeLLMBaloT B TeYeHne npumepHo 10 ¢ Tak, 4Tobbl yaanuTe MIHOBEHHO o6pasyiowumecs rasbl. Mocne
3TOro obpaseu NOABEPraeTcs pasrnoXeHut B MUKPOBOMHOBOW neuun (5.2, nepeuncneHne p) B COOTBETCTBUM
C 3apaHee paspaboTaHHOI nporpaMmMoii. Ha nepeoit ctagum pasnoxeHusi (ctaguss A) NPOUCXOAUT pacTBO-
peHne Takux opraHn4eCcknx KOMMNOHEHTOB, KakK NONMUBUHUIIXITOPUA U HEKOTOPbIX 3NIEMEHTHbLIX METanJIOB.

Mpumedvarnune 1 — Ecnu kucrota HBF4 fOCTaTOMHOM YWCTOTBI OTCYTCTBYET, BMECTO HEe MOXET UCMONb30-
BaTbCA pTOpUcTOBOgOPOAHAs kucroTa (HF).

MpumedvaHue 2 — Kucnota HBF4 u HF He noaxoadar ans npuMmeHeHus metoga AFS. MeTog MUKpOBOITHOBOIO
pasnoXeHUst MOXeT Ucnonb3oBaThea Ana MeToga AFS Tonbko ecnu ncnonesytotea HCI, HNO3 unu ux cmeck ¢ H202.

b) Cocya oTKpbiBaeTCs nNocne OxXnaxaeHus A0 KOMHaTHOW TemnepaTypbl (MPMMEpPHO vepes 1 4), nocne
yero gobaensaerca 4 mn HCI (4.2, nepevucneHue d, nyHkT 1). FNocne NOBTOPHOrO 3aKpbITUSA COCyAa NPOUC-
XOAUT pacTBOPEHME APYrUX 3NEMEHTOB B COMNMAHONW kucnote (4.2, nepeuncrneHue d, nyHkT 1): aTto ssnaetca
BTOpPON cTaguei (ctaguen B) MUKPOBOMHOBOrO pasnoXxeHus ¢ ycuneHmem. MpuMep noaxoasiiein MMKpoBosi-
HOBOW Nporpammsl (ctagum A un B) MOXHO HavTu B Tabnuue A.6.

c) [Mocne oxnaxaeHua A0 KOMHaTHOW TemnepaTypbl (MPUMEPHO Yepe3 1 4) cocya OTKPLIBAIOT U pac-
TBOP MPONYCKaeTCcs Yepes CTEKOBOMOKOHHbIN MUKPOUnbTp (5.2, nepedyncrneHve r) B 25-MUnnIuMeTpoByto
konby (5.2, nepeuncneHne e, NyHKT 3), NPOMbIBAETCA W 3aMONHAETCA CONAHON kucnoton 5 % (no macce)
(4.2, nepeuncnenune d, nyHkt 3). Ecnn Ha dunbTpe umerotca octatku ob6pasua, nx HeobXxoaMmMo NPOBEPUTL
C MOMOLLbIO COOTBETCTBYIOLUMX W3MEPEHU (HanpuMep, MOCPEACTBOM PEHTreHOBCKOW (hnyopecueHTHON
CMNEeKTPOMETPUN) AN NOATBEPKAEHNA OTCYTCTBUSA LENEBbLIX 351IEMEHTOB. PYKOBOACTBO MO nposeaeHuio POA
npuseaeHo B IEC 62321-3-1.

Mpoueaypa, onucaHWe KOTOPOW NPUBEAEHO BbilLE, COAEPXKUT MUHMMATbHbIe TpeboBaHnA, npeabaABnsA-
eMble K CUCTEME MMKPOBOMHOBOTO pasnoxeHus. PekomeHayeTcs NpoBOAUTL ABYXKPATHLIN MNU TPEXKpPATHbIN
aHanua ansa kaxaoro o6pasua B TEHEHUE OAHOTO LyMKna.

PekomeHayeTCst B3BELUMBATL B COCYA pa3noxeHus/peaktop He 6onee 200 mMr namenb4yeHHOro obpasua.
M3menbYeHHble aNeKTPOHHbIE 3neMeHTbl (B BUAE NOpoLUKa) MOryT BbICTPO U GypHO pearpoBaTb B CMECH C
HNO3;, HBF4, H,O, u HCI ¢ Bblaenennem rasos (CO,, NOX u T. 4.). 3T0 BEAET K NOBLILEHUIO AABSIEHUA B 3a-
KpbITOM cocyde. MNpu pe3kom MOBbILLEHUW AABAEHUA MOXET cpaboTtaTb cucTeMa 3amTbl MUKPOBOITHOBOWM
neun u cocyp oTkpoertcs. Mpyu 9TOM BO3MOXHA MOTEPS LENEBbIX SNIEMEHTOB, @ B XyALUEM Criyyae MOXET
NpPON30NTU B3pPbIB.
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Ecnu B X0A4€ 04HOIO UMKNa NPOBOAUTCA ABYXKPATHLIN UM TPEXKPaTHbIN aHanu3, Heo6XoAUMO B3BELLIU-
BaTb OAHO U TO e KONM4ecTBo 06pa3LoB 0AUHAKOBOIO TUNA.

Ecnu ans nonyvyeHus penpe3eHTaTUBHOW 4acTu usMepsemMoro matepuana tpebyerca 6onee 200 mr
obpasua, Heob6xoaMMO MCNonNbL30BaTh creayioLyio npoueaypy. Pasaenuts o6pasel Ha nopuMn NPUMEpPHO
OAMHAKOBOW MaccChl. B3BecuTb kaXaylo nopuuio, NOMELaeMyio B OTAENbHbIN COCYA Pa3noXeHus, Bbinomn-
HUTb NPOLEAYPY PA3NOXEeHNA B KaXAO0M cocyae U 00beANHUTbL NONYy4YeHHbIe PaCTBOPLI Pa3NOXEHUS.

Tpumep — [na pa3znoxeHus neyamHoll Niambl MUHUMalIbHOe Heo6XxodumMoe KosnuYyecmeo obpa3sya OO/KHO
cocmaenams 1,2 2. [Tosmomy e wiecmu cocydax Heob6xodumo ezeecums 6 x 200 M2 usmenb4YeHHO20 obpa3ya.
lNocne oxnaxdeHus e KoHUYe cmaduu B MUKpoeosIHO8020 pPa3/lokKeHUs1 cocyObl OMKpPbI8alomcs, a pacmeophbl
06BeduHSIIOMCS, NPOMNYycKalomcs Yyepe3 CMeK/1080J10KOHHbIU Mukpogpunbmp 0,45 mkm (5.2, nepequcneHue r)
e 100 mn mepHyio konby (5.2, nepevucneHue e, mMyHKkm 3), IPOMbISaloMCs U 3aMnoNHAIOMCSA conAHoU Kucromoli
5%-Holi (no macce) (4.2, nepequcnerue d, nyHkm 3) o Memxku.

d) Ecnun Ha dunbTpe umetoTca octatku obpasua, ux Heobxoaumo NPOBEPUTL C NOMOLLbIO COOTBETCTBY-
IOLLMX U3MepeHuit (Hanpumep, NOCPEACTBOM PEHTTEHOBCKON (DIyOPECLIEHTHOW CNekTpoMeTpun) AN NoaATBep-
XIOEHUS1 OTCYTCTBUSA LIeNeBbIX 9neMeHTOoB. PykoBoACTBO o nposeaeHunio PPA npusegeHo B IEC 62321-3-1.

7.4 MoarotoBKa peareHTHOro XonoCToro pacTteopa

HaHHas npoueaypa mgeHTU4Ha npoueaype NOAroTOBKM 00pasua; OHa BLINOSHAETCA napannenbHo, HO
6e3 obpasua.

8 KanubpogBka

8.1 O6wasna nudopmauuma

JonyckaeTtcsi, uto o6pasel MMeeT HeU3BECTHbIi COCTaB U NOITOMY PEKOMEHAYETCA WCNOMb30BaTb
MEeTOA BHYTPEHHEro crtaHaapTa (MeTod CPaBHEHUS! MHTEHCUMBHOCTH). Mpu HEOGX0AMMOCTM MOXET WUCMOSb-
30BaTbCA TaKke MeTo A0OABMEHUS CTaHAAPTHOrO pacteopa. Ecnm OTCYTCTBYIOT Melsalowme MaTpudHbie
3rIeMEHTbI UMK ecnu U3BECTEeH COoCTaB 06pasLa, MOXET NPUMEHSITLCA METOA KanuGPOBOUHOM KPUBOIA.

8.2 NMogrotoBka KaNMGPOBOYHOrO pacTeopa

MNocne nocreneHHoro pasbaeneHunsi CTaHAAPTHOrO pacTBOpa KaXXAoro anemeHTa pasbaBrieHHble CTaH-
JapTHble pacTBopsbl, cogepxaiume ot 0 mkr 4o 100 MKr kaxxaoro anemeHTta, nepenueaiotrcs B 100 mn MepHyio
konoOy (5.2, nepeuyncrneHue e, nyHkT 3). 3atem Heobxoaumo A06aBUTL ONpeEneHHOe KONMUMUYECTBO KaXaoro
peakTuea W, ecrniu ucnonbayetca metoa AFS unu meToa BHYTPEHHErO cTaHaapTa, COOTBETCTBYIOLLEE KOMU-
YeCcTBO pacTBopa AnA pacTeopa kobanbTa (4.2, nepeuncneHne u) U pacrsopa Tuokapbamuaa (4.2, nepe-
YMCIIEHUE S) UM MaCKUPYIOLLEro areHTa (4.2, nepeyncrieHme u) unM pacTeopa BHYTPEHHEro crangapra (4.2,
nepeyncrneHne w) ans JOCTIDKEHUS KOHLEHTpaLUMM peakTuBa, UAEHTUYHOM KOHLEHTpaLmmM pacTeopa obpasua.

Mony4eHHbI pacTBop npeacTaensieT cobon CMeLaHHbIA pacTBop kanubpanta ana ICP-OES, ICP-MS
unn AAS.

8.3 MocTpoeHue KanMopPoOBOYHON KPUBOM

CneKkTpoMETpPbl NOAroTaBMAMBAIOTCA ANA KBaHTU(MKaUmK. YacTb pactBopa, MOy4eHHOro corfniacHo 8.2,
pacnbIfAeTCA B aprOHOBYIO MnasMmy Wiy BO3AYLUHO/ALIETUNIEHOBOE Milamsi B Criyyae NPUMEHEHUs MEeTOA0B
ICP-OES, ICP-MS unu AAS. Ecnu pacreop o6pasua cogaepxut ¢ptopuctoBogopoaHyio kucnoty (HF), aomkHa
ucnonbsosaTbca HF-cTonkas cucrema nogaum obpasua.

Mpu npumenenua metoaa AFS, nubo Pb (Il) okucnsetca B ucnoiryemom pacrsope ao Pb (V) ¢ nomo-
WbIO KPOBAHOW CONu, 3aTem BCTynaet B peakuuio ¢ KBH 4 u reHepupyet netyuunin rmapua PbH4, unu nok-
Hbilt Cd B ucnoityemom pacreope pearmpyet ¢ KBH 4 u reHepupyet netyuuit ras PbH4, unu razootpasHoii
Cd oTAensioT OT XXMAKOCTU U BBOAAT B KBAPLIEBYIO NeYb C ra3oM-HOCcUTENEM (Ar) U pacnbinsaoTca.

a) ICP-OES (Ontuuyeckas 3MUCCMOHHAsi CNEKTPOMETPUSI C MUHAYKTUBHO CBA3AHHON NNA3MON):

- MokasaHua onpeaensioTca ANl UHTEHCUBHOCTU M3NYYEHUs LENeBbIX 3NEMEHTOB (M, ecnu Heobxoaumo,
3NEeMEHTOB BHYTPEHHEro ctaHaapra). Ecnu ucnonb3yerca metoa kanmbpoBOYHON KPUBOW, KPUBAs, NOKA3bl-
BaKOLLAa 3aBUCMMOCTb WHTEHCUBHOCTU M3MYYEHUS LIENEBLIX 3MEMEHTOB OT MX KOHLEHTpauuu, BbIBOAUTCSA
Kak kanmbpoBouHasa kpusas. Ecnu ucnonb3yetcs MeTo[ BHYTPEHHEro CTaHAapTa, KpuBas, NokasbiBatoLas
3aBMCUMOCTb KOS(PPULMEHTA UHTEHCUBHOCTU OT KOHLIEHTPALMK LIENEBbIX SNIEMEHTOB NO OTHOLLEHUIO K KPUBOM
3MEeMEHTOB BHYTPEHHETO CTAHAAPTA, BLIBOAUTCS KakK KanubpoBo4YHas KpuBas.

- Pexomengyembie 3Ha4YEHUA ANUHBLI BOMNH U MELLIAIOLLMX SNEMEHTOB yKa3aHbl B Tabnuue A.1 n A.2.
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b) ICP-MS (Macc-cnekTpoMeTpusa ¢ UHAYKTUBHO CBA3AHHOW NnasMon):

- MokasaHua onpegensoTca AnNA Maccol/3apsga (m/z) ueneBbiX 3NEMEHTOB (M, ecnu HeoBXoauMmo,
3MEeMEHTOB BHYTPEHHEr0 ctaHaapTa). Ecnm ucnonb3yertcs MeToa kanmbpOBOYHOW KPUBOK, KpUBAs, NOKa3bl-
BalLLlasA 3aBUCUMOCTb MHTEHCUBHOCTU Macchl/3apsaa LEeneBblX 951IEMEHTOB OT MX KOHLUEHTpauuu, BbIBOAUT-
€A Kkak kanubpoBovHasa kpuasA. Ecnu ucnonb3yeTca MeToA BHYTPEHHEro CTaHAapTa, KpMBasi, NokKasbiBaio-
Lasn 3aBUCUMOCTb KOIPPDULIMEHTA UHTEHCUBHOCTU OT KOHLIEHTPALUMU LIeNEBLIX SNIEMEHTOB N0 OTHOLUEHUIO K
KPUBOI 9NIEMEHTOB BHYTPEHHETO CTaHAapTa, BbIBOAUTCA Kak kannbpoBovHas kpueas

- KoadbchmumeHT macebi/3apsaa MOXeT OnpeaensTbCa Ha OCHOBaHUM AaHHbIX, NPMBEAEHHBIX B Tabnuue A.3.

¢) AAS (ATomHas abcopbuUMOHHan CNEKTPOMETPUS):

- MokasaHuA onpeaensaioTca AN NOrnoLWeHUs LenesbiX 3nemMeHToB. Ecnu ucnonb3yerca metoa kanuo-
POBKM, KpuBas, MOKa3biBalOLAas 3aBUCUMOCTb MOTMOLUEHUS] LeNEeBbIX SMEMEHTOB OT KX KOHLEHTpauuu,
BbIBOAMTCS KaK KanubpoBoYHas KpuBas.

- Ecnu ncnonb3yetcsa crangapTHbix 400aBOK, CTaHAAPTHbLIE pacTBOPLI 400aBNAOTCA B pacTBop obpasua,
a HEeU3BECTHas KOHUEHTpauusi onpeaenseTca no 3KCTpanonsuuu KpMBon fo6aBOK OTHOCUTESbHO HYNEBOTO
NOrnoLUeHus.

- 3HayeHnsa ANUHbI BOJH AOMXKHbI BbIOMPATLCA N0 OTHOLUEHUIO K TUMUYHBIM 3HAYEHUSAM AMNWHbI BOJH W3-
MEPEHUst ANa 3NEeMEHTOB, yka3aHHbIX B Tabnuue A.4. Ecnu co CTOPOHbI HAXOAALIMXCA BELUECTB Habnwaa-
I0TCA NOMEXU, AOMMKEH UCMNOSb30BATLCA METOA CTaHAapPTHbIX 106aBOK.

d) AFS (ATomHas dnyopecueHTHast CNeKTPOMETPUS):

- Onsa onpeaenenusi Pb 4omkHbl ObITb UCNONb30BaHbLI HECYLLMI NOTOK 1 (4,2 nepeuncneHne r, NyHKT 1)
N OKUCNUTENBLHO-BOCCTAHOBUTENLHLIN areHT (4,2, nepedncnedve p). Onsa onpegenenns Cd aomkHbl ObiTb
UCNOMb30BaHbl HECYLLMI NOTOK 1 (4,2 nepeyncrieHune r, NyHKT 2) u BoccTaHoBuTenb 1 (4,2, nepeyncneHue q,
nyHKT 1). MNokasaHua onpeaensalTCcsa N0 MHTEHCMBHOCTU (hriyopecLeHUMm LeneBbiX aneMeHToB. B kanubpo-
BOYHOM METOAE, KPUBasi, NOKA3bIBAIOLLASA 3aBUCUMOCTb MEXAY UHTEHCUBHOCTLIO (DNYOPECUEHLMN LEeNeBbIX
3MEeMEHTOB U KOHLEHTpaumel pa3paboTaHa B kaueCTBe KanmbpoBOYHOWM KPUBOW.

- B meTope craHgapTHeix 406aBOK, CTaHaapTel A06aBNATCA B pacTBOp 00pa3ua U HEU3BECTHYIO KOH-
LeHTpauuio onpeaenseTca NyTeM 3KCTPanonauum 4ONOMHUTENbHbIX KPUBLIX K HYIO NAOTHOCTK.

- AnuHbI BONH AOMKHbI ObITb BbIOPAHLI C YY4ETOM TUMUYHBIX U3MEPEHHBIX ANIMH BOMH 3NEeMEHTOB, MpU-
BeAEHHbIX B Tabnuue A.5.

8.4 N3mepeHue obpasua

Mocne nocTpoeHnst KanMBpPOBOYHON KPUMBOW NPOU3BOAUTCA M3MEPEHNE XONOCTON NPoBbl NabopaTopHOro
peakTuBa u pacteopa obpasua. Ecnn koHUeHTpauus obpasua HaxoauTCsl Bbille AMana3oHa KPUBOW KOHLEHT-
pauuu, pacTtBop AOSMKEH pa3baBnaTbCst 40 06nacTu kannbpoBOYHON KpUBOW, obecneunBas AOMKHOE NOAKNC-
neHue KkanubpaHToB, C NPOBEAEHNEM NOBTOPHLIX U3MEPEHUNA.

TOYHOCTb M3MEPEHUIT MPOBEPSIETCS C MOMOLLbIO CTAHAAPTHOTO BELLECTBA, KanMBpOBOYHOrO pacTeopa u
T. 4. Yepe3 perynsipHble UHTepBanbl (HaNpUMep, oauH pas ana kaxabix 10 o6pasyos). Ecnn Heobxoamumo,
KanubpoBOYHas KpUBaa co3aaeTcs NO-HOBOMY.

Ecnu pesynbTat kanubpaHTOB OTNIMYAETCA OT OXUAAEeMOro 3HadeHus 6onee yem Ha 20 %, AnsA kanuo-
pOBKM M BCEX 06pa3sLoB B NOCNEL0BATENBHOCTU TPEDOYIOTCA NOBTOPHbLIE U3MEPEHUA.

Ecnn o6pasey pasbaBsnsieTca B npegenax obnactu kanmbpoBKK, KOHLEHTPaUMa BHYTPEHHErO cTaHaap-
Ta B pa3baBneHHOM pacTBope obpasia 40MmKHA HACTPaMBaTbCs HA CTaHAAPTHbIN PacTBOP.

9 Pacuerthbl

KoHueHTpauusi, usmepeHHasa B 8.4, 3TO KOHLUEHTpaLus KaXKgoro anemMeHTa B pactsope obpasua. KoHueH-
Tpaums Kagoro aneMeHTa B o6pasLe paccuuMTbIBaeTCsA C MOMOLLBIO cregytowein hopmyIbl:

c= (A1 AZ) « V,
m
rae ¢ — KOHUEHTpauusi CBMHLA unu kagmusi B obpasue, MKI/T;
A;{ — KOHUEHTpauus CBMHLIA UMK KagMus B pacTBope obpasua, mr/m;
A, — KOHUEHTpauus CBMHLA UMK KaAMUS B pEareHTHOM XOJI0CTOM pacTBope, MI/1;
V — obuwmin o6bem pacteopa obpasua, Mn, KOTOPbIA 3aBUCUT OT TuNa cepun pasbaBneHHbIX pacTBOPOB;

m — U3MepEeHHOE KONM4ecTBo 06pasua, r.
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10 Mpeun3snoHHOCTL pe3yrnbLTaToB

Korpa 3HaueHusi ABYX HE3aBUCUMbIX PE3ynbTaTOB OAHOFQ MCMLITAHMA NOMNYYEHbl C UCMOMNb30BAHUEM
OJIHOTO MeToAa Ha UIEHTUYHOM UCTILITYEMOM MaTepuane B O4HOI U TON ke nabopaTopun OAHUM U TEM Xe
onepaTopoM C UCMONb30BaHWUEM TOrO Xe 000PY0BAHUA B TEHEHUE KOPOTKOrO NPOMEXYTKA BPEMEHM, nexar
B npeaenax cpegHux 3Ha4YeHui, NpuBeAEeHHbIX B Tabnuue 1, abconioTHas pasHuua Mexay ABYMsi NONyYeH-
HbIMU pe3ynbTaTamu UCMbITAHWNA, He ByAET NpeBbILIAaTL Npeaen NOBTOPSEMOCTH 7, NOMYYEHHbIN NyTeM CTa-
TUCTUYECKOTO aHanm3a pe3ynbTaroB MexnadopaTtopHbIX CpaBHUTENbHLIX UCnbiTaHuii Nos. 2 (IIS2) u 4A (4A 1IS),
Gonee yeM 5% cnyyaes.

Korpa 3HayeHun AByX OTAENbHbIX Pe3ynbTaToB UCNLITAHWUIA, NOMYYEHbI C UCNOML3OBAHUEM OZJHOTO Me-
TOAA HA MAEHTUYHOM UCNLITYEMOM Martepuane B pa3Hbix nabopaTopusax pasHbIMU onepaTopaMu ¢ UCNOfb-
30BaHMEM Pa3nMYHOrO 060PYAOBAHUA, NEXAT B Npeaenax 3HavyeHuil, npueeaeHHbIx B Tabnuue 1, abcomoT-
Has pasHuua mexay AByMs pesynbraramu He GyaeT npesbiwaTth nNpeaen BOCNPOU3BOAMMOCTH R, nonyyeH-
HbIli NyTEM CTaTUCTMYECKOrO aHanu3a pesynbTaTtoB MexnabopaTopHbIX CPaBHUTENbHbLIX WCMbITAHUN
Nos. 3 (1IS2) u 4A (4A 1IS), 6onee yem 5 % cny4aes.

Tabnu ya 1 — NoBTopAemMoCTb U BOCMIPOU3BOAUMOCTL Pe3ynbTaToB

Tun Mexna6opaTopHoe c Mpeaen Mpepen
CpaBHUTENBHOE MeToa 3nemeHT peatee noBTOPAEMOCTU BOCNPOU3IBOAUMOCTHU
MaTepuana UCALITaHne 3HaYeHune, Mr/kr r Mk R Mr/Kkr
Monumep 2 Pb 480,0 211 HepocratouHo
OAaHHbIX
953,8 225 60,4
MNMonumep 4A Pb 98.3 35 36
26,2 4,7 10,6
Metann Pb 188,0 11,9 HepocratouHo
ONeKTpoHuKa AAS Pb 17050 990 OaHHbIX
98,2 4,2 73
Monumep 4A Cd 1385 T 95
OneKTpoHuKa 2 Cd 14,0 7,9 Henocrarouro
JlAHHbIX
15,2 3,4 7,8
Monumep 4A Cr 98.1 9.7 9.9
109,0 10,1 Hepocrtatoudo
17,3 4,3 AaHHbIX
15,6 2,0 2,6
Monumep 2 Pb 902,1 36,2 143,4
15,6 2,00 2,6
AFS 902,1 36,2 143,4
1016,0 259,6 HepocraTouHO
) 131,3 26,0 A
213 3.0 JaHHbIX
Monumep A Cd 173,6 6.5 18,0
91,0 71 20,5
4440 259 119,4
426,2 213 3071
2 106,8 154 19,7
Mormmep ICP-OES| Pb 14,7 5.2 6.7
94,8 4,5 17,5
933 57,0 1334
4A 16,5 2,4 10,8
950,8 32,59 114,8
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OKoHYyaHue mabnuupi 1

T MexnaGopaTopHoe Mpeaen Mpeaen
mn CpaBHUTENBHOE MeTOA 3nemeHT Cpe'que NnoBTOPAEMOCTHU BOCNpPON3BOAUMOCTU
Martepuara ncnblTaHne sHaqeHme, mr/kr r, Mr/kr R, Mr/kr
206,0 74 HepaocTtaTto4uHo
AaHHbIX
Metann 2 Pb 988,0 26,4 61,9
23,0 1,6 3,0
193,1 16,9 87,9
16790 739 2097
OneKkTpoHuKa 2 Pb 22450 1293 1153
207483 42942 74907
179,3 8,0 15,7
Monumep 4A Cd 98,1 40 1.8
ONEeKTPOHUKA 2 Cd 16,5 3,8 13,1
46,1 3.1 10,9
Monumep 4A Cr 155 3.3 98
481,2 35,5 124,6
462,3 39,8 1941
1023 16 HepocraTto4uHo
[ aHHbIX
Monumep 2 Pb 16.2 8.1 154
103,8 51 7,3
1049 59,9 332,3
15,1 0,73 3,3
4A 9492 52,8 70,5
26,5 2,1 15,1
156,1 10,8 15,5
Metann 2 Pb 922.4 74,5 327,0
X 36,7 43
ICP-MS 190,7 18.6 Hei‘;‘::;‘)’(“m
AneKkTpoHuka 2 Pb 23633 1060
22220 4167 6707
137,3 8,1 Hepocrato4Ho
5 22.0 0,0 [aHHbIX
Monumep Cd 10,0 06 1.3
103,7 3,8 33,1
180,9 7,8 20,1
4A 94 4 3,6 12,4
HepocratouHo
OneKkTpoHuKa 2 Cd 247 1,6 AHHbIX
Monumep 4A Cr 39,7 8,7 20,0
4A 14,2 2.1 3,7

MpumeyaHue — MoBTOPAEMOCTb U BOCNPOU3BOAUMOCTL A@HHBLIX AN HEKOTOPLIX METOAO0B U TUMOB MaTepua-
NOB HEAOCTYMHLI 13-3a OrPpaHWYEHHOro KOMMYeCcTBa ydacTByHLWMX flabopaTopuil U COOTBETCTBYIOLMX 06pa3sLoB Ans
MeXAYHapOAHbIX MexnabopaTopHbIX CPaBHUTENBHBIX UCTIBITAHUIA.

HononHuTenbHas uHOPMaLus NpuBeaeHa B NPUNOXeHUn B.

11 ObecneyeHue KayecTBa

11.1 O6wan uHdopmauusn

Pasaen 06 obecneyeHnm KauecTBa 1 KOHTPONS B OT/eNbHbIX CTaHAapTax Ha MeToAbl KOHTPOISA AOIDKEH
BKMto4aTh B ce6s1 TpeGoBaHMsA K KOHTPONbHOMY 06pasLly OTHOCUTENBHO YaCTOThl TECTUPOBAHUS U KPUTEPUS
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npueMku. STOT pasfen Takke AOIHKEH BKMOYaTb OCOOEHHOCTU METOAOB KOHTPONSA YCTAHOBIIEHHOINO Kade-
CTBa B OTHOLLUEHWUM onpeaeneHus npeaena obHapyxeHus (MO) n npeaena ksanTudukauum (MNK).
CopepxaHue pasgenos MO u MK gomkHo ObITb COBMECTUMO C ONUCAHUEM, NPUBEAEHHBIM B 11.2.
MpumMepsbl ApyrMx 0CoGEeHHOCTEN METOAOB KOHTPOSS YCTAHOBIIEHHOIO KayecTBa BKIOYAKOT B ceba Tpe-
GoBaHus, KacaloLLMecs nepBoHavanLHON NPOBEPKM KanuOpPOBKK, XONOCTOro MeToAa, KOHTPObHOro nabopa-
TopHoro o6pasua (LCS) u T.4., nepeyncneHsl B Tabnuue 2.

Tabnuya 2 — KpuTepun npuemnemMocTi o6beKkToB AN KOHTPONS KayecTsa

O6bekT KonuenTpayws KpnTepun npuemnemocTu
MI/Kr B UcnelTyemom obpasue

KannbpoBo4vHas Kpusas R’> 0.995
MepBuYyHasi NOBEpKa KanmbpoBKM Hanpumep, 'E,:‘“Sr?(?’ Cd nnw Cr BoccranoBnenue: (90-110) %
HenpepeisHasa nposepka Hanpumep, ans Pb, Cd wunu Cr Boccranonenme: (90-110) %
KanmbpoBKM 1 Mr/kr
XonocToun MeToq <NOM
J1aGopaTopHbIA KOHTPOSIbHbIN CepeauHa guanasoHa Boccranosnenme: (80-120) %
obpaseu (LCS) KanmbpoBKK
Oybnukat KOHTponeHOro nabo- CepeauHa guanasoHa OTHOCUTENBHOE OTKIIOHEHWE
paTopHoro obpasua KanmbpoBKu <20 %

a) [MNepBU4Has nNoBepka kanuOPOBKK BbIMOJHAETCA KaXabli pa3, Koraa ycraHaBnMBaeTCs kanubposBoy-
Has KpuBag, C UCMOMb30BaHNEM CTaHAAPTa U3 UCTOYHMKA, OTSIMYHOIO OT KanMOpPOBOYHOrO CTaHaapTa.

b) Ha kaxayw napTuio AOMKHO ObITb NPOBEAEHO OAUH KOHTPONbHOE UCMbITaHUe. X0onocras MaTpuua,
koTopasi He coaepuT Pb, Cd unu Cr, MOXeT ObiTb UCNONb30BAHA B KAYECTBE METOAA XONOCTOM NPOoObI.

c) B kaxagon naptum ogvH KOHTPONbHLIN nabopatopHbiii obpasey (LCS) n aybnukar nabopatopHOro
obpasua AomkHbl O6bITb NPOAHaNU3MPOBaHbl ¢ NOMOLLbLIO AoGaenenus Pb, Cd unu Cr B XONOCTyi0 mMaTpuuy.
Kpome TOro, cepTMUUMPOBaHHbLIN 3TANOHHLIN MaTepuan, coaepxawmin Pb, Cd unu Cr moxeT ObiTb UCnbl-
TaH B ABYX Aybnukarax.

d) Mocne nporoHa kaxaoro AecAToro obpasua u B KOHUE kaxxaoro Habopa o6pa3suoB Heo6xoaumo npo-
M3BECTU aHanu3 CTaHjapTa HenpepbiBHOM NpoBepku kanubposku (CCV). MNMpoueHTHaa BenuuuHa BOCCTa-
HoBneHus ansa Pb, Cd unu Cr gormkHa cocraensarb oT 90 % a0 110 %. Ecnu npoueHTHas BenuynHa BOCCTa-
HoBneHus ana Pb, Cd unu Cr B ctaHgapte CCV BbIXOAMT 3a npejersbl AaHHOro AuanasoHa, ctaHaapt CCV
OOMKeH aHanM3npoBaTbCs NOBTOPHO B npeaenax 12 4. Ecnu BenuuuHa BOCCTaHOBIIEHMS OCTaeTcs 3a npe-
aAenamu gnanasoHa v nocne 31oro aHanums H806X0,[1VIMO npepsarb U NPoOU3BeCTU TEXHUYECKOE oﬁcny)KuBa-
HWe cucTembl, UTOObI BEPHYTL €€ B OnTUManbHoOe pabouee cocrosHue. Bce obpasLpbl, 3arpykeHHbIe nepea
nocneaHUM ycneluHsiM ctaHaaptom CCV, MOTyT ykasbiBaTbCSA B MPOTOKOME UCMbITaHUM, a Bce obpasLbl, uc-
nonb30BaHHbLIE NOcne HeyaavHoro craHaapta CCV, foMmkHbI NoABepraTbCA NMOBTOPHOMY aHanu3y ¢ HOBOW
KannGpoBKOW.

11.2 MNpeaen o6Hapyxenus (MO) u npeaen kBaHTudukauun (MK)

CreayloLlasa skcnepuMeHTanbHasa npoueaypa BbIMONHAETCA ANA onpeAeneHus npeaena o0HapyXeHus
MeToaa u npeaena ksaHtudukauumn Pb, Cd unu Cr.

a) MpoussecTu TOUHOE B3BELLMBAHWE COOTBETCTBYIOLLEro konuuectsa obpasua 6e3 copgepxanusa Pb, Cd
uwnu Cr (Hanpumep, CTaHAApPTHOTO, cepTUULUMPOBAHHOIO 06pas3sLa) unu kakoro-nubo Apyroro CoeauHeHus,
€o3aaroLero NnoMexu Arna aHanusa B COOTBETCTBMM C Mpouenypon, YCTaHOBIIEHHOM B pasgene 7. [omecTutb
obpasel B kaxxablii nabopaTopHbI CTakaH. [JaHHyio onepaumio He06X0AMMO NOBTOPUTL HE MeHee 5 pas.

b) No6GaeuTtb B kaxabii xumuyeckuin crakad 10 mkr Pb, Cd unm Cr ¢ ucnonb3oBaHuemM MaTpu4HOro pac-
TBOpA (4.2, NnepeyvncneHue v).

¢) BbinonHuTh Npoueaypy UCNLITAHUSA COrnacHo pasaeny 7 ¢ NPUMEHEHUEM PA3NOXKEHUS U CMIEKTPOCKO-
NMYECKNX U3MEPEHUN.

d) MNpoussecTu pacyeT KOHUEHTpaUuKn Kaxaoro anemMeHta (MKr/r) cornacHo pasgeny 9 v onpeaenvtb
NPOLEHTHOE BOCCTAHOBMNEHUE A00AaBKM ANs KaXa0ro u3 oopasuos.

CxM

SR = %100,
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rae SR — BenuuuMHa BOCCTaHOBNEHUst A06aBNeHHON PTYTH, %;

C — n3MepeHHas KOHUEeHTpaums, MKr/r;

M — wmacca obpasua,r;

SA — BenuuuHa ao6asku (10 MKr).

MpoueHTHas BenUYMHA BOCCTAHOBMEHUA PTYTU AOSDKHA HAaXoAWTbCA B Auana3oHe ot 70 % po 125 %
Ans kaxkaoro us o6pasuos. Ecnu 3HaueHne BOCCTAHOBIEHUS BbIXOAUT 3a [aHHblEe Npeaens! Ana no6oi us
BbIOOPOK, BCIO NpOLIeAYPY SKCTPAKLUM U aHanM3a HeoGXxoaAUMO NOBTOPUTb.

e) MNMOM MOXHO NOoNy4UTb NOCPEACTBOM pacyeTa CTaHAApPTHOIO OTKIOHEHUs1 S AN BbIOGOPOK (MUHUMYM 6)
aHanusa. 3aTeM CTaHAAPTHOE OTKIIOHEHME YMHOXAeTCs Ha 3HaueHue Kputepus CTblogeHTa (f-kputepus)
Aana obwero yucna BbIOOPOK (N) AnsA cTeneHn ceoboabl N — 1. CNUCOK 3HAYEHMI kpuTepus CTbloaeHTa
(t-kpuTepus) ana 6—10 BeIGOPOK NpuBOAUTCA B Tabnuue 3.

Mpumep — Ans 6 ebibopok u 6 — 1 =5 cmeneHeli ceo600kbi 3HaveHue t 6ydem cocmaensameb 3,36.

I puMevyaHune — Bce aHanusbl, UcnonbdyemMble AnaA pacyeTa |_|OM, OOJDKHbBI ObITb nocnegoBaTenbHbIMU.

Tabnuya 3 — MNpegensl 06HapyxeHus Metoga =t x sn— 1

q“i’;glgsg:i)qoa 3HauveHue KpuTepus CTblogeHTa (t-kputepus) (FoBepuTenbHbIn ypoBeHb 99 %)
6 3,36
7 3,14
8 3,00
9 2,90
10 2,82

f) MK onpeaensetca nocpeactsom ymHoxeHuss NOM Ha koachduumeHT 5.

MK onpeaensetca nocpeactsom ymHoxxeHust NOM Ha koadpuumeHT 5.

PasHble nabopatopun MoOryT umeTb pasHble 3Ha4eHusi MOM u MK,

B o6wem MOM co 3HaveHuem 2 mkr/r (MK 10 MKI/r) cuMTaeTcs AOCTUXUMBIM NPU UCNOMb30BaHUK [1aH-
HOro MeToga.
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MpunoxeHne A
(cnpaBo4HOE)

MpakTunyeckoe onpepenexHne cogepxanna Cd, Pb n Cr B nonumepax n aneKTPOHHbIX
ycTpolictBax u Cd u Pb B MeTannax nocpeactsom AAS, AFS, ICP-OES n ICP-MS,

A.1 Bnok cxema Ang aHanusa xpoma

Tab6nunya Al — CnekTpanbHasa nHTepdepeHUnsa 413 AVHbI BOSIH KagMUsA 1 CBUHLA

A.2 ICP-OES
AnemeHT Cd
HM 214,439
A'q +
As ++
Au +
B +
Ca +
Co +
Cr +
Cn +
En +
Ga +
Ge +
In +
Ir ++
Mg
Mn +
Mo ++
Ni +
Pd +
Pt +++
Re ++
Ru ++
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OrneMeHT Cd Cd Cd Cd Pb Pb Pb Pb
HM 214,439 226,502 228,802 361,051 217,000 220,353 261,417 283,305
Sb ++ + + + ++ + + +
Sc + + +++ ++ ++ ++ +++ ++
Sn + + + + ++ + + ++
Vv + + ++ +++ ++ ++ ++ +
w ++ ++ ++ ++ +++ + +++ ++
zZn + + + + +++ + + +
Al + + + + +++ +++ + ++
Ti + + + ++ + +++ + ++
Fe +++ +++ + ++ +++ ++ +++ +++
Nb + + + - - + - +++
Hf - - - - - + - +++
Ta - - - - + - ++
Pb + + + + — - — -
Cd - — - - + + + +

MpumedvaHue — B Tabnuue A1 ykasaHa cuna UHTepdepeHUmn Ana AnuHbl BosiH Cd 1 Pb Bo Bpems BBOAA
1000 Mr/kr cOOTBETCTBYIOLLMX MaTPUYHBIX 3MTEMEHTOB.

+ — OTCYTCTBYET UnK HeGonbluas nHTepdepeHLusa (06bl4HO MeHee 0,05 mr/kr).
++ — cpeaHAs nHTepdepeHuus (06bldHo ot 0,05 mr/kr go 0,2 mr/kr).
+++ — cUNbHasa nHTepdepeHuns (06ei4Ho Gonee 0,2 Mmr/kr).

Tabnuya A2 — CnekTpanbHas MHTepdepeHUuns Ansa ANWHEl BONH Xpoma

SOnemeHT

Cr

Cr

Cr

Cr

Cr

Cr

HM

205,560

206,158

267,716

283,563

284,325

357,896

Ag

As

Au

B

Ca

Co

+|+]1

Cr

Cu

Eu

Ga

Ge

In

Ir

Mg

Mn

Mo

+|+]1

Ni

Pd

Pt

+]1

Re

Ru

+

+|+1

Sb

Sc

Sn

\Y

w

+|+]1

+|+|1

Zn

Al

|+ +]|+]1

Ti
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OkoH4aHuUe mabnuya A.2

3neMeHT Cr Cr Cr Cr Cr Cr
HM 205,560 206,158 267,716 283,563 284,325 357,896
Fe - - + ++ ++ -
Nb - - ++ + ++ +
Hf - + ++ + - -
Ta - + - + ++ -
Pb — + - - - -
Cd — - + - - -

MpumMmedaHue — B Tabnuue A. ykaszaHa cuna nHtepdepeHLun ans agnuxsl sonH Cr Bo Bpems seoga 1000 mr/kr
COOTBETCTBYIOLLUX MaTPUHHbBIX 31IEMEHTOB.

+ — OTCYTCTBYET UNK HeGonbluas uHTepdepeHUmMs (0BblYHO MeHee 0,05 mr/kr).
++ — cpefHaAa nHTepdepeHums (obeibHo ot 0,05 mr/kr go 0,2 mr/kr).
+++ — cunbHas uHTepdepeHums (0BbiMHO Bonee 0,2 Mmr/kr).

A.3 ICP-MS

Ecnn obHapyXeH cTaburnbHbIA M30TOM, YMCHO Macca/3apsas (m/z) HECKONbKUX U3OTOMOB MOXET U3me-
PSTLCA AN OLEHKM YPOBHSA CneKTpanbHou uHTepdepeHyun. 31o nokasaHo B Tabnuue A.3. Ecnu obpasey co-
AEepXUT OfTIOBO UMM MONMBAEH, He06X04MMO 0OpPaTUTh BHUMAHUE Ha NOMOXUTENbHYIO UHTepepeHLmnio npu
M3MepeHUM Macchbl Kagmus.

Tabnunya A3 — MNpuMepbl COOTHOLLEHUI Macca/zapsag (m/z)

OrneMeHT M3oTon M3obapa MHOroaTOMHbIN MOH

"'Cd MoO, MoOH, ZrOH

cd ::de Sn MoO, MoOH

Cd In MoO, MoOH, ZrOH, RuO

cd Sn MoO, MoOH, RuO
ZU4Pb
“*Pb PtO

Pb “'Pb Iro
“*Pb PtO

Cr 5Cr SO, CIO, HCIO, ArC, ArN, ArO
53Cr HSO, CIO, HCIO, ArC

A.4 AAS

PekomeHayemble u3MepeHusa AnuHel BONH aAna AAS ykasaHbl B Tabnuue A.4.

Tab6nuuya A4 — MNpumepsl ANnHEI BOMH Ana AAS

OnemMeHT AdnvHa BONHbI, HM LLinpuHa wenn, HM
Cd 228,8 0,7
261.4 0,7
Pb 217,0 0,7
283,3 0,7
Cr 357.9 0.7

McToYHuK ceeTa: 6933]'IeKTp0£lHaﬂ paspsagHaa namna unu namna c nonbiM KatoaoM; TN rasa: Bo3ayLwHo/
auetTuneHosas CMeCb.

A.5 AFS

PekomeHayeMble M3MepeHus anuHel BONH Ana AAS ykasaHbl B Tabnuue A.5.
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Tab6nunya A.5 — lMNpumepbl 4ANHbI BOAH Ansa AFS

OnemeHT [nvHa BOsHbI, HM
Cd 228.8
Pb 283.3

McTouHMK cBeTa: 6933ﬂeKTpOAHaH paspagHaa namna nny namna C nNoJsibiIM KatoAoM; TUMN rasa: aproH.

A.6 Koppekuyna coHa

Ecnu nponcxogut usmeHeHue dpoHa noj BO3AeWCTBMEM [1aBHON maTpulibl pacTBopa, KOTopoe BAUseT
Ha MHTEHCUBHOCTb U3nyvyeHus (IX), 3HauYeHne AaHHOW WHTEHCMBHOCTU MOXHO NOMY4YUTb MNOCPEACTBOM BblUK-
TaHna OoHOBOI MHTeHcMBHOCTK (IX). Ha pucyHke A.1 nokasaH npumep achekra nonpaeku Ha OoH. Ha pucyHke
A.la nokasaH npumep paBHOMEPHOro (POHa OTHOCWUTENbHO AJIMHbI BOMH. B 3TomM cnyyae dOH MoOxeT
KOppeKTMpoBaTbCA C MOMOLLbI0O NOoNoXeHuii A n B. Ha pucyHke A.lb npusegeH npumep U3MeEHSOLLErocs
hoHa OTHOCUTENbHO A/IMHbI BO/HbI. B 3TOM cnyyae 3HayeHUss POHOBON MHTEHCUBHOCTU MOTYT KOPPEKTUPO-
BaTbCsA NocpefcTBOM BblBOAA (POHOBON MHTEHCMBHOCTU (IX’), KOTOpas paccumTbiBaeTCA C MOMOLLbIO NOMO-
XeHUs A 1 NONOXEeHUs B MHTEHCUBHOCTU U3NYYeHUs.

PucyHok A.1a — PaBHOMEpPHbI (POH OTHOCUTENLHO A/INHbI BOJHbI

[OnvHa BOJHbI
PucyHok A.1 b — MN3meHAOWMACA POH OTHOCUTENBHO A/IVHbI BOJHbI
PucyHok A.1 — Koppekuma doHa

Ecnn uncnonb3yeTtca meTof cTaHgapTHOW fo6aBku nepef ee kanvmbpoBKOW, HEO6XOAMMO MPOU3BECTU
BblyMTaHWe OHa C MOMOLLLI0O MeTo4a KoppeKuun doHa (CM. Bbille).

A.7 TlporpaMmma MMKPOBOJIHOBOTO pa3/ioXXeHus

B ta6bnvue A.6 npuBefeH npuMep nporpaMmbl MUKPOBO/THOBOrO passioXeHus o6pasLoB.
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Ta6nuya A6 — MporpaMma MUKPOBOMHOBOIO pasfnoxeHus obpasuos °

Onepaums Bpewms, MuH BbIxofgHas MoLHOCTb, BT [asnexue orpaHndeHo go, Ma

1A 5 300 2,5
2A 5 350 2,5
3A 17 450 2,5
4A 2 300 2,5

Craaua seHTunauum A 3 0 2,5
1B 5 300 2,5
2B 5 400 2,5
3B 17 450 2,5

Ctagus BeHTUNAuun B 3 0 2,5

% BbIxofjHas MOLLHOCTb AMNA NSTU COCYA0B
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MpunoxeHue B
(cnpaBoyHoe)

Pe3yJ'IbTaTb| ME)K.ﬂaGOpaTOprIX CpaBHUTENbHbIX UCNbITaHUNA
Nos. 2 (IIS2) u 4A (IIS 4A)

Tab6nuya B.1 — CraTucTudeckne fgaHHble ans AAS 8

Obpase
s nozmmgpa MapameTp m, Mr/kr v, Mr/kr n s(r), mrikr r, Mr/kr s(R), mr/kr R Mmr/kr
11IS 2-B09 Pb 480,0 380-640 3 7,5 21,1 HeaocTaTovyHO AaHHbIX
11S 4A-05 Pb 953,8 954,3 10 8,04 22,51 21,56 60,37
11IS 4A-08 Pb 98,3 98 10 1,26 3,54 1,29 3,60
11S 4A-05 Cd 98,2 100 10 1,50 4,20 2,619 7,333
11S 4A-08 Cd 138,5 137 10 3,98 11,14 3,39 9,49
11S 4A-05 Cd 15,2 16 10 1,21 3,38 2,78 7,79
11IS 4A-08 Cr 98,1 100 9 3,45 9,67 3,54 9,92
O6paseL
13 metanna
1S 2-D17 Pb 26,2 30 6 1,7 4,7 3,8 10,6
1S 2-D15 Pb 118,0 190 2 4.2 11,9 HenocTtaTto4HO AaHHbIX
Obpasel
3NEKTPOHUKMN
1IS 2-F20 Cd 14,0 20 2 2,8 7,9 HepocTaTouHo AaHHbIX
11S 2-F20 Pb 17050 23000 2 354 990 HenocTaTtouHO AaHHbIX
Tab6nuya B.2 — CraTucTudeckue aaHHble ans AFS
Maonims;gpa TWZF:_:' m, Mr/kr Vv, Mr/kr n s(r), mrikr 1, Mrfkr s(R), mrfkr R, Mr/kr
11S2-C10 Pb 109,0 107,6 3 3,6 10,1
152-C11 Pb 17,3 13,8 3 1,5 4,3 | HeRocTaTouHO AaHHbIX
1S 4A-04 Pb 15,6 15,7 18 0,71 1,98 0,94 2,63
IS 4A-05 Pb 902,1 954 18 12,93 36,21 51,21 143,38
11S2-C10 Cd 131,3 140,8 3 9,3 26,0
IS2-C11 [ 21,3 217 3 1,2 30 | HEAOCTATOuHO AaHHEIX
IS 4A-04 Cd 1736 183 18 2,33 6,53 6,44 18,02
1IS 4A-05 Cd 91,0 100 18 2,53 7,08 7,33 20,51
O6paszey
13 metanna
1S 2-D16 Pb 1016,0 930 3 92,7 2596 HepoctaTovHO AaHHbIX
Tab6nwnya B.3 — CTaTucTuyeckue ganHele ans ICP-OES
Obpaze
3 noﬁmmgpa MapameTp m, Mr/kr Vv, Mr/Kkr n s(r), mr/kr r, Mr/kr s(R), mr/kr R, mr/kr
11S2-B08 Pb 4440 390-665 9 9,3 25,9 42,6 119,4
11S2-B09 Pb 426,2 380-640 9 7.6 21,3 109,7 3071
11IS2-C10 Pb 106,8 107,6 25 55 15,4 7,0 19,7
11S2-C11 Pb 14,7 13,8 23 1,9 52 2,4 6,7
11S2-C12 Pb 94,8 108,9 12 1,6 4,5 6,3 17,5
1182-C13 Pb 933 1084 12 20,4 57,0 47,6 133,4
IS 4A-04 Pb 16,5 15,70 21 0,85 2,37 3,87 10,84
IS 4A-05 Pb 950,8 954 24 11,64 32,59 40,99 114,78
11S2-C10 Cd 142,4 140,8 23 2,6 73 3,9 11,0
11IS2-C11 Cd 20,9 21,7 28 1,5 4,3 2,6 73
11S2-C12 Cd 9,7 10,8 12 0,6 1,5 0,7 2,0
11S2-C13 Cd 95,8 106,9 12 2,7 7,5 6,6 18,5
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OKoHyaHue mabnuypi B.3

O6pasel

13 nonumepa MapameTp m, Mr/kr vV, Mr/kr L s(r), mr/kr r, Mr/kr s(R), mr/kr R, mr/kr
1S 4A-04 Cd 179,3 183 27 2,84 7,96 5,62 15,73
1S 4A-05 Cd 98,1 100 24 1,43 4,00 422 11,82
1S 4A-04 Cr 461 47 18 1,11 3,10 3,89 10,90
1S 4A-05 Cr 15,5 16 21 1,18 3,29 3,52 9,84
Obpasey

M3 metanna
IS 2-D18 Pb 206,0 174 3 2,6 7.4 HeaoctaTtouHO AaHHbIX
1S 2-D16 Pb 988.0 930 6 9,4 26,4 22,1 61,9
IS 2-D17 Pb 23,0 30 6 0,6 1,6 1,1 3,0
IS 2-D15 Pb 1931 190 11 6,0 16,9 31,4 87,9
Obpasey

ANEKTPOHUKU
1S 2-F20 Cd 16,5 20 11 1,3 3,8 47 13,1
1S 2-F20 Pb 16790 23000 11 264 739 749 2097
1S 2-F21 Pb 22450 22000 6 462 1293 412 1153
IS 2-F22 Pb 207483 222534 12 15336 42942 26752 74907

Tabnunya B.4 — Cratuctnyeckue aaHHule gns ICP-MS
Obpase

W3 n o?_MM:'pa MapameTp m, mr/kr v, Mr/kr n s(r), mr/kr r, Mr/kr s(R), mrfkr R, mr/kr
11S2-B08 Pb 481,2 390-665 | 12 12,7 35,5 445 124,6
11S2-B09 Pb 462,3 380-640 6 14,2 39,8 69,3 1941
11S2-C10 Pb 102,3 107,6 3 06 1,6 HepocTtaTtouHO AAHHBbIX
11S2-C11 Pb 16,2 13,8 6 2,9 8,1 5,5 15,4
11S2-C12 Pb 103,8 108,9 6 1,8 51 2,6 7.3
11S2-C13 Pb 1049 1084 6 21,4 59,9 118,7 332,3
IS 4A-04 Pb 15,1 15,7 15 0,26 0,73 117 3,28
IIS 4A-05 Pb 949,2 954 15 18,84 52,75 2519 70,52
11S2-C10 Cd 137,3 140,8 3 2,9 8,1 H
1S2-C11 Cd 22,0 21,7 3 0,0 0,0 €A10CTATO4HO AdHHbLIX
11S2-C12 Cd 10,0 10,8 6 0,2 0,6 0,5 1,3
11S2-C13 Cd 103,7 106,9 6 1,4 3,8 11,8 33,1
IS 4A-04 Cd 180,9 183 12 2,78 7,79 7,19 20,14
IIS 4A-05 Cd 94 .4 100 15 1,27 3,55 4,44 12,43
IS 4A-04 Cr 39,7 47 15 3,10 8,69 7,16 20,04
IIS 4A-05 Cr 14,2 16 15 0,75 2,09 1,32 3,69
O6paseu

M3 metanna
IS 2-D14 Pb 26,5 30 9 0,7 2,1 54 15,1
IS 2-D18 Pb 156,1 174 9 3,9 10,8 55 15,5
IS 2-D16 Pb 922 4 930 12 26,6 74,5 116,8 327,0
IS 2-D17 Pb 36,7 30 3 1,5 4.3
IS 2-D15 Pb 190,7 190 3 6.7 186 | HEAOCTATOHO A3HHbIX
O6pasey

ANEKTPOHUKN
IS 2-F20 Cd 247 20 3 0,6 1,6
IS 2-F20 Pb 23633 | 23000 | 3 379 7060 | HEAOCTATOHHO AdHHbIX
IS 2-F21 Pb 22220 22000 12 1488 4167 2395 | 6707
rae m — cpefiHee apUMeTUYECKOe pe3ynbTaToB UCTILITaHUiA
v — OXunaaemoe 3HayvyeHue
n — YUCNO NPUHATLIX pe3ynkTaToB
s(r) — cTaHgapTHOE OTKNOHEHUE NOBTOPSEMOCTH

— npegen NOBTOPAEMOCTU

r
S(R) — cTaHaapTHOE OTKIOHEHWe BOCNPON3BOANMOCTH

R — npegen BoCNpou3soguMoCTu
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MpunoxeHne O.A
(cnpaBo4HOEe)

CBepneHusi 0 COOTBETCTBUM MeXrocynaapCrBeHHbIX CTaHAAPTOB
CCbINMOYHbIM MeXAYHAapPOAHbIM CTaHAApPTaM

Tabnwu ua ﬂ,.A.'] — CBEAEHMH O COOTBETCTBUU MEXrocyfapCTBEHHbIX CTaHAapPTOB CChINOYHBIM MeXAYHapOoAHbIM
CTaHhapTaMm
Ob6o03Ha4eHne 1 HauMeHoBaHue (?Js:::_: Ob6o3Ha4eHne 1 HauMeHoBaHue
MeXAyHapoAHOro ctaHgapTa cTBUS MeXroCyAapCTBEHHOIo cTaHjapTa
IEC 62321-1:2013 OnpepeneHune perna- IDT [OCT IEC 62321-1-2016 OnpepgeneHue pe-
MEHTMPOBAHHbIX BELLUECTB B 3MNEKTPOTEX- rMamMeHTUPOBAHHbIX BELLECTB B 9NEKTPOTEXHU-
HUYeckux nsgenuax. Yactb 1. BeeaeHue yeckux nzgenusix. Yacro 1. BeegeHue n 0630p
u 0030p (IEC 62321-1:2013, IDT)
IEC 62321-2:2013 OnpeneneHue perna- IDT FOCT IEC 62321-2-2016 OnpegeneHue pe-
MEHTMPOBAHHbIX BELLUECTB B 3NEKTPOTEX- rMaMEHTUPOBAHHBLIX BELLECTB B 9NEKTPOTEXHU-
Hu4Yeckux nsgenusix. Yacto 2. Pasbopka, yeckux msgenuax. Yacte 2. Pasbopka, oTco-
OTCOEAMHEHNE M MEXaHu4Yeckass noaro- €QVUHEHNE U MexXaHW4eckad noarotoeka o006-
TOBKa obpasua pasua
(IEC 62321-2:2013, IDT)
IEC 62321-3-1:2013 Onpepenexue pe- IDT FOCT IEC 62321-3-1-2016 OnpeneneHune pe-
rMamMeHTUPOBAHHbLIX BELLECTB B 3MEKTPO- rMamMeHTUPOBAHHbLIX BELLECTB B 9NEKTPOTEXHU-
TexHuyeckux usgenuax. Yactb 3-1. Ckpu- yeckux nsgenuax. Yacrb 3-1. CKpUHUHT. AHa-
HUHT. AHanu3 CBUWHUA, PTYTW, KagMus, nnM3 CBMHUA, PTYTU, kagmuda, obLLEero xpoma u
o6uiero xpoma u obuiero 6poma MeETOA0M obuwero 6poma MeToaoM peHTreHodnyopec-
PEeHTreHONTYOPECLEHTHON  CNEKTPOMET- LIEHTHOM CMEKTPOMETPUN
pun (IEC 62321-3-1:2013, IDT)
I1ISO 3696:1987 Boga ana nabopaTtopHoro IDT FOCT ISO 3696-2013 Boga gna natopatop-
aHanu3a. TexHuyeckne TpeboBaHMA U HOro aHamnusa. TexHuyeckue TpeboBaHMA u
METO/bl UCMbITaHU METO/bl KOHTPONSA
(ISO 3696:1987, IDT)
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