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Mpepgucnosune

Llenun, ocHOBHble NMpUHLMMLI 1 06LiMe NpaBuia NpoBeAeHNs paboT No MexXrocyapcTBEHHON cTaHaap-
Tnsaumn yctaHosneHol FOCT 1.0 «MexrocygapcTseHHas cucteMa ctaHgaptusanmm. OCHOBHbIE NONOXEHUA»
n FOCT 1.2 «MexrocygapcTeeHHas cuctema craHgaptunsauun. CtaHgapTbl MEXrocygapCcTBeHHble, npasunia
N peKkoMeHZaLun No MeXrocyapCTBEeHHON cTaHgapTusauumn. MNMpaBuna paspaboTku, NPUHATUSA, 06HOBNEHUSA
N OTMEHbI»

CsefieHus o cTaHjapTte

1 NOArOTOBJ/IEH Hay4HO-Npon3BOACTBEHHBIM pecnybiMKaHCKUM YHUTapHbIM npegnpuatuem «beno-
pycckuii rocyfapCTBEHHbIVE MHCTUTYT cTaHAapTuauun u ceptudmkaumum» (6enrMCC) Ha ocHoBe CO6CTBEHHO-
ro nepeBoAa Ha PYCCKW A3blK aHI10A3bIYHON BEPCUM CTaHAapTa, YKa3aHHOro B NyHKTe 5

2 BHECEH locygapcTBeHHbIM KOMUTETOM NO cTaHAapTulauumn Pecnybnunkn Benapycb

3 NPUHAT MexrocygapcTBeHHbIM COBETOM NO CTaHfapTM3auuv, MeTposorum n ceptudukauum (npo-
TOKON OT 28 noHa 2016 r. No49)

3a NpuHATME NPOrosIoCoBasIN:

KpaTkoe HaumeHoBaHUe CTpaHbl Koa ctpaHbl no MK CokpaljeHHOe HauMEeHOBaHMe HaLWOHAaNbHOMO opraHa
no MK (MCO 3166) 004-97 (UCO 318B) 004-97 no craHgapTusauum
ApMeHus AM 3A0 «HaumnoHasnbHbIi opraH no craHgapTusauum

n metponorun» Pecny6nuku ApMeHus

Benapycb BY FocctaHaapT Pecny6nuku benapycb
KasaxcTtaH Kz lFocctrangapT Pecny6nvkn KasaxctaH
Kuprusus KG KbipreisctaHgapt

Poccus RU PocctaHgapt

TagXxukucTaH TJ TagxukctaHgapt

Y36ekucraH uz Y3ctaHgapT

4 Mpukasom PefepasibHOro areHTCTBa No TEXHNYECKOMY PEerysimpoBaHunio 1 MeTposiorumn ot 26 asrycrta
2021 r. No 837-cT MexrocyfapcTBeHHblli ctaHgapT FOCT IEC 62321-4—2016 BBefeH B AeiCTBME B kauecTBe
HalMoHanbHOro ctaHgapTta Poccuiickoin depepaunm ¢ 1 mapta 2022 r.

5 HacToAwuii cTaHfapT MaeHTUYeH MexayHapoaHomy ctaHgapTty |IEC 62321-4:2013 «Onpepgenexve
pernaMeHTVpPOBaHHbIX BELECTB B 3/1EKTPOTEXHUYECKUX n3genuax. Yactb 4. OnpepeneHne pTytu B nonnme-
pax. metannax u anekTpoHuke metogamm CV-AAS. CV-AFS. ICP-OES un ICP-MS» («Determination of certain
substances in electrotechnical products — Part 4: Mercury in polymers, metals and electronics by CV-AAS.
CV-AFS. ICP-OES and ICP-MS». IDT).

MexayHapogHblii cTaHaapT paspaboTtaH TexHMYeckum KoMMTeTOM Mo cTaHgaptusauum IEC TC 111
«CTaHAapTM3aumns B 061acTi OKpyXatoLeid cpefibl OTHOCUTE/IbHO 31EKTPUYECKUX W 3NEKTPOHHbIX TOBAPOB U
cucTemM» MexayHapoAHOW anekTpoTexHuyeckol komuccum (IEC).

Mpu NpumMeHeHUn HacToALWEero ctaHgapta PeKOMeHLYeTCA UCMO/b30BaTb BMECTO CCbUTOYHbIX MEXAY-
HapOAHbIX CTaHAAPTOB COOTBETCTBYIOLME UM MEXIOoCyfapCTBEHHbIE CTaHAApTbl, CBEAEHUSA O KOTOPbIX Npu-
Be/leHbl B JOMNO/THUTENILHOM NpUioxeHun JA

6 BBEJIEH BIMNEPBbIE
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WNHopmaLums o BBegeHUn B feiicTBUE (NpekpaLleHun feiicTBUS) HaCTOoAWEero cTadHgapTa u nsme-
HEHWUI K HeMY Ha TeppuTOpMM yKa3aHHbIX Bbille FrocyaapcTB Ny6aMKyeTCA B yKazaTensx HauMoHa IbHbIX
CcTaHAapTOoB, N3aBaembix B 9 TUX rocygapcTsax, a Takke B ceTu VIHTepHeT Ha caiiTax CooTBe TCTBY-
IOLLIMX HALMOHaNbHbIX OPraHoB No cTaHjapTusauuu.

B cnyyae nepecmMoTpa, M3MEHEHUS UM OTMeHbl HACTOSALLEro cTaHgapTa cCooTBeTCTBYyLWan UH-
hopmauusa 6ygeT onybnmkosaHa Ha ouunanbHOM MHTepHeT-caiTe MexrocygapcTBEHHOro coseTa no
cTaHgapTusauuu, MeTponoruv n cepTudukauny B kaTanore «MexrocygapcTBeHHble CTaHAapTbi»

©IEC.2013
© Ocpopmnenune. by «PCT», 2021

B Poccuiickoii ®eaepauun HacToALWUi CTaHAapT He MOXET 6biTh MNOTHOCTLIO U
YyacTMYHO BOCNPOW3BEAEH, TUPaXMPOBAH 1 pacnpocTpaHeH B Ka4ecTBe ouLManbLHOIo

n3gaHna 6e3 paspewieHns cDe,qepaanoro areHTcTBa no TeXxHn4eCckomy perynmnposaHnio
n MeTponorun
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BesepeHune

LLinpokoe ncnonb3oBaHne n3genuii 3NeKTPOTEXHUYECKOTO Ha3HaUYeHNUs MOBbLICUIO BHUMAaHWE K UX BO3-
[OeCTBUIO Ha OKpYXatoLLyto cpefdy. Bo MHOrVMX cTpaHax mvpa 6binu NpUHATHI TEXHUYECKUe AOKYMEHTbI, npea-
ycmaTpuBaioLive onpeAeneHHblil Nopsagok paboTbl C 0TX0AaMu, BeLlecTBaMn U 3aTpadeHHOV aHepruei npu
MCNO/b30BAHUN 3NIEKTPOTEXHUYECKUX U3LENNIA.

Vicnonb3oBaHve Takux BellecTB, kak cBuHel (Pb). ptyTb (Ha), kagmuii (Cd), wecTuBaneHTHbIn XpoMm
(Cr(V1)), cogepxawuiics B HEOPraHMYeCKMX U OpraHnyeckux CoefuHeHusX, a Takke ABa Tuna 6pomMupoBaH-
HbIX OTHECTOMKNX MHIMBMTOPOB, BKIOYas nomépombudeHnnsl (PBB) n nonnbpoMmpoBaHHble AN eHUN0BbIE
acmpbl (PBDE), B 3N1€KTPOTEXHUYECKUX N3LeNNAX pernamMmeHTUpyeTCs HaLMOHabHbIM 3aKOHOA4aTeIbCTBOM.

Llensto ctanpgapTos cepun |IEC 62321 sBnsieTca yCTaHOBNEHNE METOA0B KOHTPO/ISA, KOTOPble NO3BONAT
onpefennTb YpoBeHb pernaMeHTUpPOBaHHbIX BELECTB B 3/1EKTPOTEXHNYECKUX U3AENNAX.
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M E X T OCVYJ4APCTO BETHHB % CTAHAOAPT

ONPEAENEHWNE PEFTMAMEHTUPOBAHHbIX BEWECTB
B SNNEKTPOTEXHUYECKNX U3OENNAX

YacTtb 4

OnpepgenexHve pTyTu B NoiMepax, Metannax u anekTpoHuke
MmeTogamu CV-AAS, CV-AFS, ICP-OES u ICP-MS

Determination of certain substances in electrotechnical products.
Part 4. Mercury in polymers, metals and electronics by CV-AAS. CV-AFS. ICP-OES and ICP-MS

fata BBefeHns — 2022—03—01

1 O6nacTb NpUMeHeHUs

B HacTosWeM cTaHgapTe NpMBOAUTCS ONUCaHVe MeToA0B OnpeaesieHns CoAepXaHna pTyT B noanme-
pax, meTasinax u anekTpoHmke metogamu CV-AAS. CV-AFS, ICP-OES and ICP-MS.

Hactoswwii ctaHAapT ycTaHaBnvMBaeT MeToAbl onpeAenenns cogepxanus ptymm (Hg) B matepuanax,
KOTOpble NCMOJb3YIOTCA B U3A4ENNAX 3/1EKTPOTEXHNYECKOrO HasHaveHus. K Takum matepuanam OTHOCATCA no-
NIMMepbIl. MeTansbl U 3M1EKTPOHUKA (Hanpumep, nevyartHble nnatbl, lyopecueHTHbIe aMbl C XON0A4HbIM Ka-
TOAOM. PTyTHble pene). MNpasBuna obpalleHnsa ¢ 6batapesamu, cogepxawumn pTyTb, npuBedeHs! B [1]. B xoge
mMexnabopaTopHbIX NCCnefoBaHNii 6bina npom3BefeHa oLeHka MeToA0B UCMbITaHWIA TOMIbKO MO OTHOLLEHUIO K
nnacTMaccam; apyrme matpuubl He U3y4asmchb.

B HacTosem cTaHfapTe obpasel, paccmaTpmBaeTcs, kak 06bekT, nognexawuii o6paboTke n nsmepe-
HUsAM. UTo npeactaBnsieT coboii obpasew, nam Kak ero nonyunTb onpegenseTcs cyobekToM, NPoBOAALLNM UC-
nbiTaHus. JanbHeliwye pykoBOACTBO MO NOMYYEHNIO TUNOBbLIX 06pa3L0B 13 FOTOBbLIX 3/IEKTPOHHbIX U3AENWiA,
KoTopble 6yAyT MpOBEpeHbl Ha COAEepXaHue pernaMeHTUpPOBaHHbLIX BELLEeCTB, ycTaHoBneHo B |IEC 62321-2.
CnegyeT OoTMeTUTb, YTO BbIGOP M'MNN onpefeneHne obpasua MOXeT NOBANATb HA UHTepnpeTauuio pesynbTa-
TOB MCMbITAHWIA.

B HacTofiiem cTaHgapTe NpMBOAMTCA ONMUCaHWe YeTblpex MeTofoB, a MMeHHO: CV-AAS (aToMHO-a6-
copbuMOHHaa CMeKTPOMEeTpUS MEeTOAOM «XOJI04HOro napa»). CV-AFS (aTOMHO-thilyopecueHTHas CnekTpo-
MeTpuss MeTOAOM «XONoAHOro napa»), ICP-OES (onTuyeckass SMUCCUOHHAsA CNEKTPOMETpUsa C UHAYKTUBHO
cBsi3aHHOli nna3moii) n ICP-MS (mMacc-cnekTpoMeTpus ¢ MHAYKTUBHO CBSA3aHHON NiasMoit), a Takke paccma-
TpUBaETCs HECKOMbKO npoueayp NoArotoBky pacTBopa obpasua, Ha OCHOBaHUWM KOTOPOro 3KcnepTbl MOryT
BblbpaTb Hanbonee NOAXOAALLMIA METOL aHanmsa.

CnekTpomeTpuyeckue cnocobbl aHanusa CV-AAS. CV-AFS, ICP-OES u ICP-MS nosBonsoT onpeje-
NNTb LeNeBOW 31eMeHT Hp ¢ BbICOKOV TOYHOCTbIO (HEONpeAeNneHHOCTb HaX0AUTCS B HMXKHEN YacTu NpoLeHT-
HOro fmanasoHa) U/unu BbICOKOW YyBCTBUTENBLHOCTbIO (HA YPOBHE MKI/Kr). MeToAbl UCMbITaHWA, paccMmaTpu-
BaeMble B HACTOALLEM cTaHdapTe, AO/KHbI 06ecneynTb MakCUManbHbli ypOBEHb TOYHOCTW M [JOCTOBEPHOCTH
ONS KOHLEeHTpauuin ptyTn B gnanasoHe ot 4 4o 1 000 mr/kr. MNpun 3TOM AaHHbIE METOAbI MOTYT UCNO/b30BaThLCA
1 ANs aHanm3a 60/ee BbICOKUX KOHLeHTpaLWid.

[ns npamoro aHanusa Takke MOXeT ObiTb MPUMEHEH MeTo[ TEPMUYECKOro pPa3foXeHus ¢ nocnegyto-
el amanbramaymei 3onota B couetaHum ¢ CV-AAS (TD (G)-AAS) ans aHanusa ypoBHSA COAepXaHus pTyTu
6e3 pasnoxeHus obpaslia, XoTsa 3Ha4eHus npefenos obHapyxeHus OyayT Bbille, YeM NPU MPUMEHEHUN ApY-
rMx MeToA0B M3-3a YMEHbLUEHHOro pasmepa obpasua.

M3paHve oduunansHoe
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2 HopmaTtuBHbIEe CChINKK

B HacTosiLem cTaHfapTe UCNonb30BaHbl HOPMAaTUBHbIE CCbIIKM Ha cneayolme ctaHgapTbl [Ans gatu-
POBaHHbIX CCbI/IOK MPUMEHSIOT TO/IbKO yKka3aHHOEe U3faHne CCbIIOYHOro CTaHAapTa, ANS HefaTMPOBaHHbIX —
nocnegHee nsgaHue (Bk4vasa Bce U3MEHeHus)]:

IEC 62321-1:2013. Determination of certain substances in electrotechnical products — Part 1:
Introduction and overview (OnpefeneHve pernamMmeHTMPOBaHHbIX BELLECTB B 3/1eKTPOTEXHUYECKUX U3LENUAX.
YacTb 1. BBegeHue n 0630p)

IEC 62321-2, Determination of levels of certain substances in electrotechnical products — Part 2:
Disassembly, disjointment and mechanical sample preparation (OnpegeneHve pernameHTUpPOBaHHbLIX Be-
LLeCTB B 3N1EeKTPOTEXHNYECKMX n3genusax. Yacte 2. Pa3bopka, 0TCOeAMHEHME M MexaHuyeckas NnoAroToska
o6pasua)

IEC 62321-3-1:2013, Determination of certain substances in electrotechnical products — Part 3-1:
Screening — Lead, mercury, cadmium, total chromium and total bromine using X-ray fluorescence spectrometry
(OnpepeneHne pernaMmeHTUPOBaHHbIX BELLECTB B 3/1IEKTPOTEXHMYECKNX n3genusx. Yactb 3-1. CKpUHUHI. AHa-
N3 CBMHUA, PTYTU, kKaamus, o6LLero xpoma u o6Liero 6pomMa MeTofoM pPeHTreHolyopecLeHTHO CnekTpo-
meTpum)

IEC 62554. Sample preparation for measurement of mercury level in fluorescent lamps 1SO 3696. Water
for analytical laboratory use — Specification and test methods (Moarotoska 06pasLoB A1 U3MEPEHNS YPOBHS
PTYTW B JIIOMVHECLEHTHbIX SlaMnax)

ISO 3696. Water for analytical laboratory use — Specification and test methods (Boga ans na6opatop-
HOro aHanusa. TexHuyeckme TpeboBaHUSA N METOAb! UCNbITaHWi)

3 TepMuHbI, oNpeAesieHs U COKpalyeHus

3.1 TepMuHbl 1 onpegeneHus

B HacTosuem cTaHgapTe npuMeHeHbl TepMuHbl No IEC 62321-1. a Takxe cnegytoLme TepMuHbI C COOT-
BETCTBYIOLUMMN ONpeseneHnsaMu:

3.1.1 gocToBepHOCTL (accuracy): TOUHOCTb COOTBETCTBUA MeXAY pe3y/bTaTamu UCMbITaHUi 1 NPUHA-
TbIM 3TA/IOHHBIM 3HAYEHNEM.

3.1.2 xonocToii kanubpoBouHblli pacTBop (blank calibration solution): KannépoBouHblli pacTBop, He
cofepxXallnil aHanuT.

3.1.3 KannbpoBOUHbI cCTaHAapPTHbLI o6pasel (calibration standard): BeliecTBo B TBEPAOM WU XUA-
KOM COCTOSIHUM C U3BECTHOW M CTabUbHON KOHLEHTpaLunein aHannta(os). UCNONb3yeMoe AN1A onpeaeneHus
XapakTepucTvku npubopa (KaimbpoBOYHOW KPUBOIA) MO OTHOLLIEHUIO K KOHLEHTpauum aHanuTta(os).

3.1.4 kannbpoBoOYHbI pacTBop (calibration solution): PacTBop, ucnosib3yembliii Npu Kanmbposke npu-
60pa. NoAroTOBMEHHbIV Kak U3 UCXOAHOIO pacTBoOpa, Tak U 13 cepTUULMPOBAHHOIO cTaHAapTHOro obpasua.

3.1.5 cepTndnypoBaHHbIii cTaHfapTHbIR o6pasey (certified reference material): 3TanoHHbIN MaTe-
pvian. conpoBOXAaeMblii CepTUHNKaToOM, OAHO NN Goslee 3HAUYEHU NapaMeTPOB KOTOPOro cepTuduunpoBa-
Hbl NO MpoLeaype, KoTopas ycTaHaBMBaEeT ero HeonpeeeHHOCTb U NPOCIeXNBAeMOCTb.

3.1.6 nabopaTopHbIl KOHTPONbHBIA 06pa3sel, (laboratory control sample): MNpo6a maTpuLbl ¢ U3BeCT-
HbIM COCTaBOM TMMOBOrO NpPeACTaBUTENS LeNeBOro aHaamTa. ucnosiblyemas Ans npeactaBieHns foKyMeH-
Tauun nabopartopum [2].

3.1.7 peareHTHbIli xonocToli pacTeop (reagent blank solution): PacTBop, NOAroTOBMEHHbI HA OCHOBE
[o6aBfeHns B pacTBopsitoLLLee BELECTBO KO/IMYECTBA peareHToB, paBHOro A06aBNEHHOMY B aHaIN3npyeMblii
pacTBop 06pa3ua (paBHbIi KOHEYHbIA 06BbEM).

3.1.8 maTpuuHbIl pacTBop (stock solution): PacTBop € TOYHO M3BECTHOW KOHLEHTpauuen aHanuTta(os),
N3rOTOB/IEHHbIN N3 «UYUCTBIX XUMUKATOB.

3.1.9 npoba (test portion): Konnuectso matepuana, oTo6paHHOro oT aHanmanpyemoro obpasua (v ot
nabopartopHoro obpasua, ecnv OHW OAWHAKOBbI), HENOCPEACTBEHHO Ha KOTOPOM NPOBOAATCA UCMbITAHWUSA UK
nccneposaHus [3].

3.1.10 aHanu3upyeMsblii pacTBop o6pasua (test sample solution): PactBop, NOAroTOBNEHHLI Ha OC-
HOBe Npobbl aHann3npyemoro obpasua B COOTBETCTBUM C YCTAHOBNEHHbIMU TPpeboBaHMAMMN TakuM 06pa3om,
4TO6bI OH MOT MCMOMb30BaTLCH A5 NOCNEeAYIOLWNX N3MEPEHNIA.
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3.2 CokpalleHus

B HacTosLem cTaHfapTe UCMOb30BaHbl CleayioLiie CoKpaLleHns:
MK (LOQ) — npefen kBaHTUUKaL MY,
MO (LOD) — npegen obHapyxeHus;
MOM (MDL) — npegfen o6HapyxeHus MeToaa,;
CCO (CRM) — cepTucmumpoBaHHsbiii cTaHAapTHBI 06paseL;
CV-AAS — aTOMHO-a6CcopObLMOHHasA CNeKTPOMETPUA METOAOM «XOJI0A4HOro napa»,
CV-AFS — aToOMHO-(h/lyopecLeHTHas CnekTpoMeTpuss MeTo40M «XOJ/I04HOro napax;
CCFL — noMmuHecueHTHas namMna ¢ XonoAHbIM KaToAom;
CCV — HenpepbiBHasA nposepka KannbpoBku;
LCS — na6opaTopHblii KOHTPOJIbHLI 06paseLl,.
TD(G)-AAS — aToMH0-ab6copbLMOHHasA cCnekTpoMeTpUs MeTOL0M TEPMUYECKOTO Pas/ioxXeHus (C nocnenyto-
el amanbramaumeii 3010ta).

MpunmeyaHune — O6bIYHO Nog TD(G)-AAS noHumaeTcsa nMb6o NPAMON aHanm3 pTyTu NM6o MeTod AuHamuye-
CKOTO MEXaHUYEeCKOro aHanunsa.

4 PeaKTuBbl U maTepuassl

4.1 O6was nHopmaums

[nsa onpefenexHns aNneMeHTOB Ha YpPOBHe CnefoB AO/MKHbI NCMOMb30BaTbCA peaKkTBbl COOTBETCTBYIO-
Ll YNCTOTBI.

3arpsi3HeHNe MOXeT 0Ka3aTbCA OCHOBHbIM UCTOYHMKOM NOTPeLHOCTY Npu paboTe ¢ npubopamu B fua-
nasoHe 1 Hr. JaHHy Npo6iemMy MOXHO MUHUMU3MPOBaTL NOCPEACTBOM MPaBUIbHON U akkypaTHOW paboTbl C
npu6opamu 1 o6opynoBaHneMm. Vcnonb3yemas Boga fo/MKHA ObiTb TONbKO 1 knacca (4.2, nepeyncrieHue a).
Bce maTepuasbl, KOHTaKTUpYIOLLME C BOAOW, He AO/MKHbI COAEpXaTb PTYTU.

Xumunyeckme BellecTBa, WCNoOMb3yeMble A5 NOArOTOBKM 06paslia, MOryT oka3aTbCA OCHOBHbIMW UC-
TOYHUKAMU 3arpsisHeHUs. [JOKXHbI NCMOb30BaTbCA TOMIbKO TE€ PeakTUBbLl, KOTOPbIE HE cofepxaT pTyTu. Ha-
CTOATE/IbHO PEKOMEHAYETCS MPOBOAUTL M3MEPEHNE KOHTPOSIbHbIX 3HAYEHUI BOCCTaHOBUTE bHbLIX PEaKTUBOB
N APYrMX XMMUYECKUX BELLeCTB nepes TeM. Kak OHM ByayT UCNONb30BaThCA 418 NPUroTOBAEHNS 06pas3LIoB.

4.2 PeakTuBbl

[o/mKHbI MCNOMB30BaTLCA Cnefyloline peakTusbl:

a) Ans npuroToBneHusi n pasbaBieHns BCeX pacTBOPOB 06pasLoB fO/HKHA NCNONb30BaThCA Boga knac-
ca 1 no ISO 3696.

b) 65 %-HbIi (N0 mMacce) pacTBop a3oTHOW kucnoTbl (p(HNO3) = 1.4 r/mn), NpurodHelili Ana aHanmsa
cnepfoBbiX KonnyecTs MeTtannos (‘trace metal" grade)».

c) 50 %-HbIli (MO Macce) pacTBOP a30THOWM KWCNOTbI, MPUrOAHbLIA ANA aHanu3a CnefoBblX KOMYECTB
MeTasINoB..

d) PacTBOp a30THOI KACMOTbI C MOJIAPHON KOHUEeHTpauvein 0.5 Monb/n. NnpurogHblii Ana aHanusa cre-
[0BbIX KO/IMYECTB METa/I/10B.

€) 1 %-Hblii (N0 Macce) pacTBOP a30THOWM KUCAOTbI, MPUrOAHBIA ANS aHanu3a crefoBbiX KOMYECTB Me-
Tannos.

0 1,5 %-HbIln (N0 Macce) pacTBOp a30THOW KUCAOTbI, NPUrOAHLIA ANS aHanu3a cnefoBbiX KONMYeCTB
MeTasINoB..

0) 5 %-HbliA (N0 Macce) pacTBOp a30THOM KUCNOTbI, NPUFOAHbINA AN aHanmM3a CrefoBbiX KONUMYECTB Me-
Tannos.

h) 50 %-HbIli (N0 Macce) pacteBop dpTtopobopHoii kncnoTel (HBF4). npurogHblii Ans aHanusa crnefoBbiX
KONMYeCcTB MeTa/IoB (4155 MUKPOBOJIHOBOTO Pa3/fioXeHus).

1) 30 %-HbIli (N0 Macce) pacTBop nepekucu Bogoposa (H20 2). npurofHblli ona aHanusa cnefoBbIX Ko-
NnyecTs MeTansioB (419 MUKPOBOSIHOBOTO Pa3fioXeHus).

i) MaTpuyHBbIii pacTBOp PTYTU KOHLEeHTpauun 1000 mMr/n, NpUroHbIi ANs aHanusa cnefoBbix KONNMYeCTB
MeTasnoB..
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k) PactBop TeTparugpugo6opara kanus (6oporngpuga kanus) (KBHJ, npurogHelii gna aHanusa cne-
[OBbIX KONNYECTB METaN/0B.

) 5 %-HbIli pacTBOp {N0 Macce/ob6bemy), nepmaHraHata kanus (KMn04), npurogHblii 4ns aHanmsa cre-
[OBbIX KO/IMYECTB MeTansos.

PacTtBopuTb 5 1 nepmaHraHaTa kanns B 100 mn BoAbl (4.2, nepeyuncrieHne a).

T) PactBop TeTparngpugobopara HaTpus (6oporugpuga Hatpusa) (NaBHJ. npurogHbiii ons aHanusa
CNepfoBbIX KOIMYECTB MeTasoB.

n) PactBop rugpokecuga Hatpus (NaOH), npurogHblidi Ana aHanusa cnefoBbiX KONMYECTB MeTassoB.

0) PacTtBop TeTpaxnopoaypata (Ill) Bogopoaa (30/10TOX/IOPUCTOBOAOPOAHON KUCOThI) TeTparugpara
(HAC144H20), npurofgHblii Ans aHann3a cnefoBbiX KOIMYECTB META/IIOB.

p) MaTpuuHblii pacTBOp BHYTPEHHEro cTaHAapTa, NPUrodHbIi ANA aHanu3a cnefoBbiX KOMYECTB Me-
Tannos:

- 3/1EMEeHTbl BHYTPEHHEro cTaHAapTa, KOTopble He co34al0T NOMeX AN15 LeneBoro afieMeHTa, cnosbay-
totca ana ICP-OES n ICP-MS. TMpu 3TOM NpUCYTCTBUE AaHHbIX 3/IEMEHTOB BHYTPEHHEro craHgapra B pacTso-
pe o6pa3ua A0/HKHO HAXOAUTLCA HA HUUTOXHO HU3KOM YPOBHE. B KauecTBe 3/1eMeHTOB BHYTPEHHero ctaHgap-
Ta MOryT ucnonb3osartbcs Sc, In. Th, Lu. Re, Rh, BinY;

- Ansa ncnons3oBaHus ¢ ICP-OES pekomeHayeTcsa Sc unn Y. PekomeHayemasi KOHLEeHTpaLums cocTas-
naet 1000 mr/n;

- ANnsa ucnonb3oBaHus ¢ ICP-MS pekomeHgyeTcsa Rh. PekomeHayemasi KOHUEHTpauus cocTaBnsieT
1000 mKr/n.

g) BoccTtaHoBuTenbHbIl peaktuB ans CV-AAS: 3 %-Hbili (no macce) pactBop Na8H4 B 1 %-Hom (Mo
macce) pactsope NaOH.

PacTtBopuTb 10.0 r rugpokcuga Hatpus (4.2. nepeuuncneHune n) B npumepHo 700 mn Boapl (4.2. nepeync-
NeHvie a) B CTakaHe v pa3melumsatb A0 NOIHOro pactsoperus. flo6asuts 30.0 r TeTparngpugobopara HaTpus
B BuAe nopoluka (4.2. nepeuncneHve T), pasMmeluaTb A0 pacTBOpPeHus. B KoHue nepemMecTuTb B 11 MEPHYIO
konby, 06aBNTbL BOAbI [0 MeTKM (4.2. nepeyncneHmne a) n oTunbLTpPoBaTb. Takoin pacTBop NpuUrotTaBIMBaeTcs
eXefHEBHO.

PekomeHayeTcsi MCnonb3oBaTb BOCCTAHOBUTE bHbLIA pacTBOp, coAepXaliunii TeTparngpugobopar Ha-
TpUA B pacTBope rmgpokcuaa HaTpus. Ecnm umetowascs pTyTHO-rMapuHas cuctemMa He MoxeT paboTaTb C
[aHHbIM BOCCTAHOBWTE/NIEM, BMECTO HEr0 MOXHO MCMOMb30BaTh xiopug unu cynbdart onosa (I1). Mpu atom
Heo6XxoAMMOo cobnogaTb MHCTPYKUMK, NpUBEAEHHbIE B PYKOBOACTBE MO 3KCnayaTauum npudopa.

r) BoccTaHoBUTENbHbI peakTuB ans CV-AFS: 1%-Hblii (No macce/o6bemy) pactsop KBH4B 0.05 %-Hom
(no macce) pactsope NaOH.

PacteBopuTb 0.50 r rugpokcmaa Hatpus (4.2. nepeuncnexmve n) B npumepHo 700 mn BoAbl (4.2. nepeunc-
NeHue a) B CTakaHe v pasMelLnBaTh A0 MOMHOro pactBopeHus. flobasutb 10,0 r TeTparmgpugoboparta Kkanvs
(4.2. nepeuncnexune k) pasmelwarb A0 pacTBOPeHus. B koHUe nepemecTutb B 1 1 MepHyto konby, A06aBuThb
BObl 0 METKM (4.2. NnepeyncneHne a) n oTUIbLTPOBaTb. Takoil pacTBOP NPUroTaB/IMBAETCS EXeAHEBHO.

PekomeHAayeTcs nCNonb3oBaTb BOCCTAHOBUTE NbHbIN pacTBOP, COAepXallunii TeTparngpugobopar kanus
B pacTBope rngpokcuga Hatpus. Ecnv umetowascsa pTyTHO-TMApuaHas cuctema He MoxeT paboTaTb € faH-
HbIM BOCCTaHOBUTE/IEM, BMECTO HEr0 MOXHO MCMNO/b30BaTh X/10pua unm cynbdat onosa (Il). Mpn atom Heob-
XO0AMMO coboaaTb UHCTPYKLUMK, NPUBEAEHHbIE B PYKOBOACTBE MO 3KCnayaTtaumm npubopa.

s) KoHcepBrpOBaHHbI MaTpy4HbI pacTBop 3o/10T7a (1 ma = 100 mkr).

PekomeHayeTcs npuobpeTtatb pactBop AuCI3 B pa3GaBfeHHOW MaTpuue COMAHON KACOTbl BbICOKOWA
YNCTOTbI.

t) Mepnur.

B kauecTBe anbTepHaTVBbl MOTYT UCNO/Ib30BaTLCA XUMUYECKN YNCTbIE peareHTbl, 3a UCK/TI0UYEHNEM NPO-
BefeHns metogos ICP-MS.

4.3 MaTtepuansbl

[lo/mKHBI MICNoNb30BaTLCA CnefytoLe marepuaibi:

a) PTyTHbIN KONNEKTOp 418 CUCTEeMbl TENI0BOrO pPasfioXeHns ¢ nocneayloLlein amansramauuei 3010Ta.

PacTtBop 13 11 TeTpaxnopaypata Bogopoga (l1l) Tetparngpara (4.2. nepeuncnexue o) n 20—30 M BoAbl
(4.2, nepeuncneHune a) fo6aBnTbL K 3 T nepanTa ¢ pasmepom yactuy, 420—590 MKM. KOTOpPbIA 3aTeM CMeLIu-
BalOT 0 TOMOreHHOro cocTosHuA. locne cywky npu TemnepaTtype okosio 80 °C. KO/eKkTop 3arpyxarT B
Tpy6uaTylo neyb C UMPKyAumeli Bo3gyxa v HarpeealoT B TeyeHve 30 MUH npu Temnepartype npubanM3nTesibHO
paBHoli 800 °C.
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5 O6opygoBaHue
5.1 O6was nHopmaumsa

C60op 1 xpaHeHVe CTeKNsiHHOlM nabopaTopHON nocyabl NPeACcTaB/sAlT COO0M BaXHYH YacTb aHanm3a
Ha copepXaHue pTyTU HEe3aBWCMMO OT TUMa MCMbITaTeNbHOro obpasua. BBuay BbICOKOIN YyBCTBUTENBHOCTM
paccMaTpMBaeMbiX METO0B aHaM3a Ha CoAepXaHue PTyTy BbINOJTHEHUE KaXK[0W OTAEeNbHOM cTaaun oTbopa
06pasLoB TpebyeT 60/1bLIOK OCTOPOXHOCTU U BHUMAHUS.

CTakaHbl, NUNeTkn, MepHble KONGbl U T. 4., BCE OCHOBHbIE UCTOYHUKM 3arpsisHeHnsa MeTtanna. Heobxo-
AMMO 1Cnonb30BaTh NACTUK 6e3 cofepXaHnsa pTyTH, KBapLEeBYIO CTEKNSHHYIO nocyay 415 06paboTku npob.

Bce obopygoBaHue ana otbéopa o6pasyoB, X 06paboTKM U XpaHEHUS He AO/KHbI CoAepXaTb PTyTu.
Bcio cTeknsiHHy0 nocydy Heo6xoaumo norpysntb B 50 %-Hblli (M/M) pacTBOp a30THOI KUCnoThl (4.2. nepe-
yucneHve c) Ha 24 4 Npu KOMHAaTHOI TemnepaTtype, a 3aTeM TlaTe/lbHO NPOMbITL ee BoAol (4.2. nepeuunc-
neHwve a).

[ns n3mepenuin npu ncnonb3osaHun Metogos ICP-OES un ICP-MS, addhekT namMaTn BO3HMKAET B TEX
cny4asix, Korja yctaHOB/IeHbl BbICOKME KOHLeHTpauun pTyTu. Pas6asneHue pactsopa obpasua Tpebyertcs
[N BbICOKMNX YPOBHE cogepxanus pTytn. Ecnv addhekT namMaTv He ymeHbluaeTcs npu pasbasneHun, Tpeby-
eTcsa TWwareNbHOe MbiTbe 060pyA0BaHUS.

5.2 O6opyaoBaHne

JomxHo ncnonb3oBatbes cnegyolee obopygoBaHue:

a) AHanuTuyeckme BecCbl C TOYHOCTbIO M3mepeHus 4o 0.0001 r.

[lna Mokporo pasnoxeHus Tpebyetca obopyaosaHue cornacHo 7.1:

b) HarpesaTtefbHblli peakTop, OCHALLEHHbI peakyMoHHbIMK cocyaamu, fgecnermatopamm u abcopbum-
OHHbIMMK cocydamu (415 pa3foXeHNs MeTanIoB U INEKTPOHUKN).

¢) CTeKN0BOOKOHHbI thmnbTp 0,45 MKM.

[ns MMKPOBOJTHOBOIO pasfioXxeHns TpebyeTca cnegytowee obopyfoBaHNe CornacHo 7.2:

d) MuvkpoBonHOBas cucTema NpPUroToB/ieHNs 06pasLoB, OCHaLLeHHas aepxartenem ob6pasLoBs 1 cocyga-
MU U3 nonutetTpadTopaTUIEHa/MOANDMLMPOBAHHOTO TeTpadTopaTUiIeHa BbiCOKOro AasneHusa (PTFE/TFM)
1Ny nepgTopankokcunankaHoBoi cMosbl/MoanduunpoBaHHoro TeTpadptopatuneHa (PPAAAM) nnu gpyrumu
cocyaamun us TOpyrnepoancTbiXx MaTepnanos (419 pas/ioxkeHUs MeTa/INoB, cogepXallmx 3HaunTebHble KO-
nuyecTsa KpeMHus (Si), unpkonus (Zr), racuus (Hf). Tutana (Ti). TaHTana (Ta), HMobua (Nb) unm sonbthpava
(W), a Takke nnacrtmacc).

e) CTeknoBOMOKOHHbIV huabTp (6opocunukaTHoe CTek10) ¢ pasmepom syeek 0.45 Mkm 1 noaxogsien
Yalkoi comnbTpa.

0 MepHble konbbl 25, 250 Mn 1 T. 4. (nprcnocobneHus n3 nonuteTpadTopaTuieHa/nepTopankoken-
nankaHoeoWn CMo/bl NN CTEKNSHHAsA NOoCcyAa).

BmecTo MepHbIx Konb, ecny BO3MOXHO, MOTYT UCMO/Ib30BaTLCA ApYrve TUMbl MEPHbIX MPUCNOCOGEeHN
3afjaHHOM TOYHOCTW W [JOCTOBEPHOCTMW.

n) Munetkn 1,2. 5. 10 M 1 1. 4. (npucnocobneHns n3 nonutetTpadTopatTuneHa/nepdTopaskokcni-an-
KaHOBOU CMOJIbl WU CTEKNAHHAS NOCYAR).

h) MwukponuneTku 200. 500.1000 MK U T. 4.

i) MnacTtmaccoBble KOHTENHEpPbI AN CTaHAAPTHLIX PACTBOPOB M PacTBOPOB A5 pa3noXeHus (npucno-
cobneHns 3 nonuteTpadTopaTUneHa' nepTopankoKkCMnankaHoBoW CMOosbl).

j) ATOMHO-a6CcOpP6LMOHHBIA cNekTpoMeTp xonogHoro napa (CV-AAS).

k) ATomHO-thnyopecLeHTHbI cnekTpomeTp xonogHoro napa (CV-AFS).

1) ONTUYECKNIA SMUCCUOHHBIN CNEKTPOMETP C MHAYKTUBHO CBA3aHHol nna3moin (ICP-OES).

T) Macc-cnekTpoMeTp ¢ MHAYKTUBHO CBA3aHHOW nna3moii (ICP-MS).

n) Fa3006pasHbIii aproH, YNCTOTa KOTOPOro cocTaBfsieT He meHee 99,99 %.

0) TepMmuyeckas cuctema amasbramauum 3onora.

6 MoarotoBka o6pas3yoB 1 Npoob

[Onsi pa3HbIX METOZOB MCMbITAHWS, KOTOPbIE MOTYT UCMO/b30BATLCSA B KAYECTBE a/lbTEPHATUBbI COTMIACHO
HacTosiLeMy cTaHaapTy, TpebyeTcsi pasHoe KonnyecTBo obpasia Asi obecrneyeHns He06X0AMMOro KavecTsa
noslyyaemMbix pe3y/ibTaTos.
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O6paseL, 3NeKTPOHNKN HEOOXOAMMO CHaYana MexaHnyecku paspywutb (Hanpumep, NOCpeAcTBOM ApPO-
6neHuns, pasmasblBaHNs, U3MesbYeHns ¢ 1_"-oxnaxgeHnem [0 yneTyumBaHus pTyTu), U TOSIbKO Nocfe 3To
HauaTb XMMU4Yeckoe pacTBOpPeHue nopoluka. Ytobbl obecneynTb penpes3eHTaTVBHOCTbL obpasua Ha AaHHoM
cTaaum, HeobxoAMMOo o6ecneynTb OnpeseneHHbIi pasmep YacTuy, kak YHKLMU HavaslbHOro KonmyecTea 06-
pasua (cMm. IEC 62321-2).

[na onpepenenus cogepxaHusa PTyTM B OJHOCTOPOHHUX (KOMMAKTHbIX) W ABYXCTOPOHHUX (O/IMHHBIX)
hlyopecLeHTHbIX 1aMnax, Heob6xoaumo cobaaaTb MHCTPYKLMK, NpuBefeHHble B IEC 62554.

Mpy MCNoNb30BaHNN TEPMUYECKON CUCTEMbI aManbramalm 3010T7a, obpasel, Ao/MKEH B6biTb N3MeNbYeH
B rpaHysiATope u 3apaHee romoreHnsnposaH. CnoxHbele o6pasubl, Takme Kak MeTassibl, JO/KHbI ObiTb Nepe-
MOJIOTbl TaK Me/IKO HaCKO/IbKO 3TO BO3MOXHO. Heob6xoanmo nomectuTb oT 50 Ao 200 Mr o6pasua B N0A0UKY
ana obpasua. Mpy ucnonb3oBaHnn NpuUcagok, ux B konuyectse 0,5 r HEO6XOAMMO paccbinaTb TOHKUM COeM
Ha NOBEPXHOCTU NOAOYKM ANA 06pasua, 3aTemM paBHOMEPHO paccbinartb obpasel, U NOBEpX Hero paccbinartb
ele 2 r npucagok.

PekomeHayeTca NpoBoAWUTbL aHa/IM3 BOAHOrO pacTeopa obpasua, cojepxallero ptyTb, HenocpeacTBeH-
HO nocne NoAroToBkM obpasua. Ecim Takas BO3MOXHOCTb OTCYTCTBYeT, He06X04MMO NOAXOAALLMM ClOCo60oM
cTabunnsnpoBaTb PacTBOp ¥ XpaHUTb ero He 6onee 28 aHel Npu KOMHATHO TemnepaType.

7 Mpoueaypa ucnbiTaHWi

7.1 Mokpoe pasnioxeHue (pasfioXeHne 31eKTPOHHbIX KOMMNOHEHTOB)

MOKpOB pasfnioxeHue pekoMeHfyeTcs A5 nepepaboTku MeTasioB U 3M1EKTPOHHbIX YCTPOWCTB, 3a UC-
KNIOYEeHMeM MeTalIoB, CoAEpXaLuX cylecTBeHHble konndecta Si, Zr. Hf. Ti, Ta. Nb nan W. insa gaHHbIX
matepuasnoB, a Takke ANS NOMMMEpPOB PEKOMEHAYeTCs WCNoNb30BaTb MUKPOBO/IHOBOE pPa3/ioXeHue COo-
rnacHo 7.2.

a) MpumepHOo 11 obpasua B3BELIMBAETCA B peakunoHHOM cocyae, 3ateM gobasnserca 30 MA KOHLEH-
TPMPOBaHHOI a30THON KMcnoThl (4.2, nepeuncneHune b). (Korga konuvectso obpasya AocTturHeT 500 Mr win
MeHblUe, cneayeT BbINONHUTL TpeboBaHus 7.2, nepeyncneHuve a).

Cocyfi, OCcHalleHHbI fednerMaTopoM 1 abcopbLMOHHON EMKOCTbIO (CBEPXY AedhiermaTopa — CM. pu-
cyHok A.1l. npunoxeHue A), cogepxauiein 10 mn a3oTHol knucnotbl 0.5 mons/n (4.2. nepeuncnerue d). Ans
pa3noxeHus obpasLoB 3anyckaeTcs nporpamMmma HarpeBaHus Ha 14 npu KOMHaTHOW Temnepatype u Ha 2 4
npu Temnepatype 90 X .

Mocne oxnaxgeHus [0 KOMHATHOW TemnepaTypbl CoAepx)umoe abcopbLOHHOW TpyOku nomeLlaeTca B
peakUMOHHbIV CoCyf, U NONyYeHHbI pacTBOp nepenveaetca B 250 M MepHYI0 Konby, koTopas 3anosiHAeTcs
npu 3ToM 5 % (N0 Macce) a3oTHOI K1CNOTOl (4.2. nepeuncneHune ) A0 MeTKM (eC/M NPoM3oLLIo NoSHoe pas-
noxeHue obpasua).

b) Ana namepeHuii ¢ npumeHeHnem ICP-OES n ICP-MS nony4yeHHbIli pacTBOp o6pasua MoxeT 6biTb
pa3baBneH BoAoOW (4.2, nepeuncneHne a) o HEOGXOAUMOW AN N3MEePeHUli KOHLeHTpauuu. MNepes Tem Kak
3an0/IHUTb EMKOCTb [0 3aaHHOW MeTku, HeobxoanMo f06aBuTL 250 MKN pacTBOpa BHYTPEHHEro cTaHaapTa
(4.2. nepeuncneHve p) Ha o6bem 250 M.

c) Ecnu o6pasey (Hanpumep, neyatHas naarta) pacTBOPWU/CS He NOMIHOCTbIO, ero Heo6xoaMMO npony-
cTuTb Yepes unbTp (5.2, NepeuncneHne o), a TBEpPAbI OCTATOK CnefyeT NPOMbITh YeTbipe pa3a C UCnosb-
3oBaHvem 15 mn 5 %-Hoit (Mo macce) a3oTHOW KncnoTsl (4.2, nepeuncnexve ). NoayyeHHblli pacTBop He0o6-
X0A4MMO nepenutb B 250 Mn MepHyto Konby (5.2. nepeuncnenue f) n 3anonHnuTs 5 %-Holi (N0 Macce) a3oTHOM
KMCNOTOW (4.2. nepeyncneHvie o) 40 MeTKU.

d) Octatkn o6pasua Heob6xoAMMO OTAENUTb C MOMOLbI UeHTpudyrn wam dunbtpa. CogepxaHue
0oCTaTKoB HE06X04MMO NPOBEPUTL (Hanpumep, C NOMOLLbIO PEHTTEHO-hlyopecLeHTHOro aHanmsa (POA). we-
NIOYHOTO NAaBMEHUS, KUCIOTHOTO TMAPOM3a UAv Apyroro meToga) 1 ybeanTbCs B OTCYTCTBMM B HUX LieNIeBbIX
3n1emeHTOB. PyKOBOACTBO Mo npoBefeHuto POA npusegeHo B IEC 62321-3-1.

7.2 MNKpOBOJIHOBOE pas/iokeHune

MMKPOBOJIHOBOE pasfoxeHue pekoMeHAyeTcs Ans cneayowmnx maTepuanos, BKIYas:

- MeTasfibl, coAepxalyme 3HaunTenbHble konuyectsa Si. Zr. Hf, Ti. Ta. Nb nan W.

- NoAUMepbl, ecnn JO0CTYNHOE KonyecTBo obpasua coctaBnset meHee 500 wr.

PekomeHayeTcsi, UTo6bl B paMKkax OAHOr0 LKA pas/ioxXeHnst B3BELUNBASIUCL O4HU U Te Xe KondecTsa
06pasL0B OLHOrO ¥ TOTO Xe Tuna.
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MpumeuyaHue 1— CogepxaHve pryTm MOXHO onpefennTb B O4HOM M TOM Xe pacTtBope ¢ Pb n Cd, nony4yeH-
HOM B 3aKpbITOli CUCTEME AN KUC/IOTHOTO pasnoXeHus, onncaHne KOTOporo npmeoanTca B [4].

a) B3eecutb npumepHo 0.1 r o6pasya Ao 6awxaliwero 0.1 mr B cocyae u3 PTFE-TFM unu PFA-TFM.
[o6aBnTb 5 M1 KOHLEHTPUPOBAHHOW a3oTHOW kucnoThbl (4.2, nepeuncnenune b), 1,5 mn 50 %-Horo pacteopa
HBF4 (4.2, nepeuncnenue h). 1,5 mn 30 %-noro H20 2 (4.2, nepeuncneHve i) n 1 mn Bogbl (4.2, nepeyncne-
H/e a). 3akpbiTb COCYA, M MOMECTUTb B MUKPOBOJTHOBYIO NeYb A1 pas/ioXeHUss B COOTBETCTBUU C 3apaHee
yCTaHOB/IeHHOW nporpammoii. MNpumep nogxogdiieli NporpaMMbl MUKPOBO/IHOBOTO Pas/oXeHWs NpuBeseH B
npuaoXxeHun A.

MpumevyaHune 2 — Ecnn oTcytcTByeT kucnota HBF4 focTaTtouHOl YMCTOThI, B KAYECTBE 3aMeHbl MOXET WC-
nonb3oBaTbcs hTopucToBogopoaHas kucnota (HF).

Mepekucb BOAOPOAA AOMKHbI ObiTh f06aBNEHa TOMbLKO TOrAa, Koraa n3BecTHbl peakLMOHHOCNOCOOHbIe
KOMMNOHeHTbl obpasua. MNepekncb Bogopoda MoXeT 6bICTPO U GYpHO BCTynaTb B peakuuio C SIerko OKUCNSA0-
LWMMUCA mMaTepuanamum n He fo/mKHa A06aBNATLCA, ecnu obpasel, coaepXuT 6onbline KomyecTsa Nerko
OKUCNAOLWNXCA OpraHnyecknx KOMNOHEHTOB.

b) Cocya HeobxoAuMO OXNaAuTb A0 KOMHaTHOM TemnepaTypbl (npumepHo B TeueHun 1 4). OTKpbITb
cocyp, NponycTuTb pacteop yYepes unabTp (5.2, nepeyncneHne o) B 25-MunammMoTpoByo Konby, NPOMbITb U
3ano/iHUTbL BOZOM A0 MeTku (4.2. mepeyncrnieHune a).

Monyy4yeHHble KOHLLEHTPUPOBaHHbIE PACTBOPbI MOFYT ObITb M3MEPEHbI HEMOCPEACTBEHHO C MOMOLLbIO Me-
TofoB ICP-OES u ICP-MS. To ecTb pasnoxeHne pactBopa MOXeT 6biTb MpoaHannm3npoBaHo 6e3 kakoi-nn6o
[ONONHWUTENBHOW NoAroToBku obpasua. MNpu ncnonb3oBaHum MetogoB CV-AAC u CV-AFS o npoBegeHus
aHanm3a pTyTb BOCCTaHAB/IMBAETCA B 3/IEMEHTApPHOE COCTOSHME.

7.3 Tepmunyeckoe passioxeHune (cuctema amanbramaynm 3010Ta)

Mpouenypa fgo/mkHa 6biTb BbINOIHEHA CrefylolW MM 06pa3oM, HO Takke HeobXxoAMMO cnefoBaTb WH-
CTPYKUMSIM NO 3KCcnyaTaumm KOHKPETHOro 060pyaoBaHmsa ANa nonyydeHns 6o1ee nogpo6Hon nHopmMaymm:

a) MocTtaBuTb cocyf c 06pa3LoM B OTBEPCTHE YCTPOCTBA aBTOMATMYECKON CMeHbl 06pas3LioB.

b) YcTaHOBUTb 3ajaHHyl MporpaMMy AuanasoHa Temnepartypbl U MOBbICUTb TeMnepaTypy B kamepe
Harpesa obpasua.

c) PTyTb, coegnHeHusa pTyTu U NPOAYKTbI CropaHnus rasos, obpasylolimecs oT cropaHus obpasua 6yayTt
pasnaratbCsl B KaTa/IMTUYECKOl YacTu neuu, Nocne Yero OHW YNCTATCA M NOACYLINBAOTCSA B ra3onpomMbiBaTene
1 BRaronornatutene.

d) PTyTb v gpyrve rasbl nonagawT B TPyOKy Ansa cbopa pTyTw, rae ToNbKO pTyTb, 3axBavyeHHas B hopme
amanbrambl, a Takxe nbble Apyrue rasbl NPONycKaTCs Yepes NepeknoyaroLLmii knanaH.

e) Tpybky ana cbopa pTyTu HarpeBalT Npu NOCTOSAHHONM Temnepatype oT 350 °C go 600 °C, n nony-
YeHHas pTyTb nonagaeT B abcopOLUMOHHbIE UNKN (DSTYOPECLEHTHbIE AYeiikn. 3aTemM U3MepsioT BbICOTY WK
nnowanb abCcopObLNOHHOrO NMKa UM UHTEHCUBHOCTU dh/lyopecLeHLMmn Npu AuHe BOMHbI 253,7 HM.

7.4 TloAroToBKa peareHTHOro Xo/10CToro pacrtesopa

[JaHHaa npoueaypa WAeHTWYHA npolefype NpUroToBMeHWs o6pasua, KoTopas BbIMOSHSETCS napan-
nenbHo 6e3 Ncnonb3oBaHus o6pasLa.

8 Kannbposka

8.1 O6uwasn nHpopmauns

[ns Bcex aHann3o0B TpebyeTca pa3paboTka kannmbpoBOUHON KPMBOIA, KOTOpas AO/KHA OXBaTblBaTb CO-
OTBETCTBYIOLUMI Anana3oH 3HaYeHW KOHUeHTpauun. [na noaroToBkM KannbpaHTOB WMCXOAHbLIA MaTPUYHbIN
pactBop (4.2. nepeuncneHune j) pasbasnsetca 1.5 %-Hoil a30THOW kucnotoli (4.2. nepeuncnenue f). Ecnu
MCNONb3YTCA MeToAbl BHyTpeHHero ctaHgapTa (ICP-OES n ICP-MS). Heo6xoauMo f06aBUTL COOTBETCTBYIO-
Llee KO/IMYeCcTBO pacTBOpa B MaTpPUYHbIN PacTBOP BHYTPEHHero ctaHgapTa (4.2, nepeuncrneHue p).

MpUroToBUTb peareHTHbIV xonocToli pactBop 1,5 %-1oii a30THOI KucnoTbl (4.2. nepeuncnexuve f) n He
MeHee Tpex KaJIMGPOBOYHbIX PacTBOPOB B rPajyMpoBaHHbIX KOMYecTBax B COOTBETCTBYHOLLEM AvanasoHe
NIVHENHOW YacTn KannbpoBOYHON KPUBOWA.
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KannbpoBoYHble PacTBOPbI AO/MKHbI XPAHUTLCA B NJACTMACCOBLIX KOHTEHEpax, He cogepXaliux pry-
M. MaTpuuHbIii pacTBop (4.2, nepeyncneHune j) obbl4HO OCTaeTCH CTabWIbHbIM Ha MPOTSXEHWU roAa, B TO
BPEMS Kak KambpoBOYHbIE PACTBOPbI A0/KHbI MPUrOTaBANBATLCA KaXAbIi feHb.

CTabunbHOCTb Ka/IMBGPOBOYHOrO pacTBopa Ha MoXeT B 60/bLLOI CTENEHN 3aBUCETL OT MOIMOLWEHUS HA
CTEeHKax eMKOCTU AN51 XpaHeHus. Mo3ToMy pekomeHAyeTcs, 4Tobbl Ana ctabunusauuy AaHHbIX PpacTBOpPOB
[06aBNsAn0Ch HECKObKO Kanesnb 5 %-Horo pactBopa KMn04 (4.2, nepeuncneHue |).

MpumeyaHne — BMeCcTo nepmaHraHaTa kanua gonyckaetca ucnonb3oBaHue 1 %-Hoii (no macce/o6bemy)
pacTBopa 30510Ta (An).

8.2 Pa3paboTka kannbpoBOYHO KpUBOW

CnekTpoMeTpbl HE06X04MMO NOArOTOBUTL A5 KBAHTUMKALMKN C UCNOMNb30BaHNEM peareHTHOro Xoso-
CTOro pacTBopa 1 He MeHee TpeX KalMbpOoBOUHbIX PacTBOPOB.

a) ATOMHO-abcop6uMoHHasA cnekTpomeTpus xonogHoro napa (CV-AAS).

1) OnpepensoTcsa nokasaHus AN NOrnoLweHnsa Lenesoro anemMeHTa Ha. MonyyeHHaa kanmbposoyHas
KpyBas nokasblBaeT B3avMOCBSA3b MeXay MorioweHmem Ha v ee KoHLeHTpaumel.

2) PekomeHgyeMble 3HA4YeHUS AIMHbI BOSH W MpUMepbl pabounx napameTpoB npmbopa ykasaHbl B Noj-
pasgene A.3 (npunoxeHne A).

b) ATOMHO-(p/TlyOpecLeHTHasA cnekTpomeTpus xonogHoro napa (CV-AFS).

1) OnpegenstoTca nokasaHusa Ana yopecLeHTHON MHTEHCUBHOCTM LienieBOro anemeHta Ha. Mony-
YeHHas kanmbpoBOYHas KpuBas MokasbiBaeT B3aMMOCBSA3b Mexay (lyOpecUeHTHON UHTEHCMBHOCTbIO HA 1
ee KOHLeHTpaumei.

2) PekomeHAyeMble 3HAYEHWNA ANVHbI BOMH 1 NpYMepbl paboynx napaMeTpoB npubopa ykasaHbl B MOA-
pasgene A.3 (npunoxeHue A).

¢) OnTuyeckas IMUCCMOHHAA CNEKTPOMETPUSA C MHAYKTUBHO CBA3aHHOM nnasmoii (ICP-OES).

1) OnpepenstoTcs nokasaHusa AN UHTEHCMBHOCTU WU3/lyYEHUS LeNeBoro aneMeHta Ha v BHyTpeHHero
cTaHfgapTa. NonyyeHHas kaMbpoBOYHAA KpMBas NokasblBaeT B3alMOCBA3b MeXAy KOIPMULNEHTOM UHTEH-
CUBHOCTEW M3NyYeHns Hp 1 BHYTPEHHEero ctaHgapTa U KoHUueHTpauuei Ha,

2) PekomeHAyeMble 3HauYeHWs AViHbI BOSH AN HA v npumepsb! pabounx napamMeTpoB npubopa ykasaHbl
B nogpasgene A.3 (npunoxeHuve A).

d) Macc-cnekTpomMeTpus ¢ UHAYKTMBHO CBSA3aHHOM nnasmoii (ICP-MS).

1) OnpepgenstoTcsa nokasaHusa 418 MHTEHCUBHOCTWU Macca/3apsg (m/z) ueneBoro anemeHTa HA 1 BHy-
TpeHHero ctaHgapTa. lMofyyeHHas kanMbpoBOYHAs KpvBas NokasblBaeT B3aMMOCBA3b Mexay Koaddwuum-
€HTOM M/z PTYTU W BHYTPEHHEro cTaHAapTa v KOHUeHTpauueid Ha,

2) PekomeHAayeMble COOTHOLIEHWA m/z ans Ha v npumepsbl pabounx napamMeTpoB npubopa ykasaHbl B
nogpasgene A.3 (npunoxeHune A).

e) ATOMHO-a6CcopPOUMOHHAs CNEeKTPOMETPUS METOAOM TEPMUYECKOrO Pas/ioXeHWUs C nocnenytouleii
amansramauuei 3onota (TD(G)-AAS).

YeTblpe v nsATb KaNMOpPOBOYHBLIX PACTBOPOB, B TOM YKC/IE XO/IOCTON KannmbpoBOUHbIV pacTBop, nome-
LalT HeENOCPEeACTBEHHO B I040YKM AN1A 06pa3L0B C MOMOLLbIO MUKPOMUMNETKN, OAHOBPEMEHHO KOPPEKTUPYS
KOMM4ecTBO, HO B Npefenax paboyero gnanasoHa U3IMepeHuit, 1 N3MepsoT TeEM Xe Cnoco6om, 4To 1 obpasel,
KannbpoBouHyto KpMBYto 3aTEM MO/yHaloT U3 COOTHOLLEHUS KOPabaa Mexay KONMYecTBOM PTYTU U YKa3aHHbIX
3HayeHuii. Hanpumep, B cilyyae Korga KOHUEHTpauus pTyTu B o6pasue cocTaBnsieT okoso 10 Mr/kr, ucnosb-
3ytoT 50 mkn. 100 Mk, 150 mkn 1 200 mkn 100 MKr/mMA MCXOAHOTO pacTBopa A1 U3MepeHuii u paspaboTku
KannbpoBOYHON KPUBOI OT MOJyHEHHbIX pe3y/bTaToB.

8.3 N3amepeHne obpasua

Mocne paspaboTkn KaMBPOBOYHOI KPUBOI NPOU3BOAUTCS U3MEPEHUE pPeareHTHOro X0/I0CTOro pacTBo-
pa v aHanM3MpyemMoro pactsopa obpasua. Ecnm KoHueHTpaumsa obpasua HaxoauTcs Boille AnanasoHa KpuBol
KOHLUEHTpaLMK, pacTBOp JO/MKEH pa3baBnAaTbCA a30THON kucnoToit 1 %-Hoi (no macce) (4.2, nepeyncneHne
e) Ao o6nacTu KanM6pPOBOYHOW KPUBOIA C NPOBEAEHNEM MOBTOPHBIX 3MEPEHMUIA.

TOYHOCTb U3MEPEHUII NPOBEPSETCS C MOMOLLbI0 CTaHAAPTHOro o6pasua, KannmbpoBOYHOrO pacTeopa U
T. A. Yepes perynsipHble MHTepBanbl (HanpuMep, oAuH pas aAns kaxabix 10 ob6pasyos). Ecnv Heobxogumo,
KannbpoBoYHasa KpunBasi Co3aeTcsi No-HOBOMY.

Ecnu o6pasel pasbaBnsieTca B npegenax 06/1acTv KaIMOGPOBKU, KOHLLEHTpaLMsA BHYTPEHHETO cTaHaapTa
B pa3baB/fieHHOM pacTBOpe o6pasLa Ao/HKHA HacTpamnBaTbCsl HA CTaHAAPTHbINA pacTBop.
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9 PacueTbl

KoHueHTpaums, nsmepeHHas B 8.3, aT0 KOHUeHTpauumsa pTyTn B pacTBope obpasua. KoHueHTpauns ptytu
B o6pasLe paccuMTbiBaeTCA C NOMOLLbIO cnegytoLein opmybl:

Oiigiz4au,

rae ¢ — KOHLUEHTpauus pTyTu B o6pasLe, MKr/n

Ay — KOHLEHTpauusa pTyTu B pactsope o6pasua, Mr/n;

A2 — KOHLEHTpaums pTyTU B peareHTHOM X0/I0CTOM pacTBope, Mr/n.

V — o6wmit 06bem pacTeopa obpasua, M, KOTOpbIi 3aBUCKT OT:
- TMNa Ucnosb3yemoro pasfnoxeHus (250 Mn 4N MOKPOro pasfoxeHus n 25 Mn 408 MUKPOBO/IHO-
BOTO Pa3/IOXEHNS);
- TUN UCNOMb3yeMoii cepun pasbaBneHHbIX PpacTBOPOB:

T — M3MepeHHoe KomuecTso obpasua, I.

10 Mpeyn3snoHHOCTL pe3ynbTaTtos

Korga 3HayeHus ABYX HE3aBUCKMbIX Pe3y/bTaToB OHOrO UCMbITAHUSA NOJTyUYeHbl C UCMO/b30BaHWEM Of-
HOro mMeToja Ha WAEHTUYHOM WCMbITYEMOM MaTepuase B OAHOW W TOW Xe nabopaTopuv OOHUM U TeM Xe
onepaTopoMm C 1CNOJIb30BaHMEM TOro e 060pyAoBaHMsA B TEUEHNE KOPOTKOTO NPOMEXyTKka BPEMEHH, Nexar B
npegenax cpefHux 3HadeHuii, npuBefeHHbIX B Tabnuue 1, abconoTHaa pasHuua Mexay ABYyMS noyYeHHbIMN
pesynbTaTamy MCMbiTaHWi, He ByfdeT npesbllatb Npeges NOBTOPSAEMOCTU . NOJYYEHHbIV MyTem CTaTucTu-
4YecKoro aHasim3a pesy/bTaToB MexnabopaTopHbIX CpaBHUTENbHBIX UcnbiTaHnit Nos. 2 (11IS2) n 4A (4A 11S),
6onee yem 5% cnyyaes (CM npunoxeHue B).

Korga 3HauyeHus aByx OTAefIbHbIX Pe3y/ibTaToB UCMbITAHUIA, NOMyYeHbl C UCMNOMb30BAHNEM OLHOrO Me-
ToAa Ha MOEHTUYHOM MCMNbITYEMOM MaTepuasne B pasHbiX nabopaTopusx pasHbiMu onepaTtopamMu ¢ UCNOMb30-
BaHWeM pas3/IM4yHOro 060pyAoOBaHNA, nexart B npegenax 3HavyeHuid, npuBeAeHHbIX B Tabnuue 1, abconoTHas
pasHuua mexay fByms pesynbratamMu He OyAeT npesbllaTb npegen BOCNPOU3BOAMMOCTU R. NOny4YeHHbIl
nyTem CTaTUCTUYECKOTO aHann3a pesy/bTaToB Mex/1abopaTopHbIX CPaBHUTENbHBIX UcnbiTaHuid Nos. 2 (11S2)
n 4A (4A 1IS). 6onee uem 5 % cnydaes.

Ta6nuya 1— MNoOBTOPSEMOCTb N BOCNPOMN3BOAMMOCTb Pe3ybTaToB

Mexnabopartopuoe CpepHee Mpepnen
MaTgME ana CpaBHUTE/TbHOE MeTtog, 3HaueHve. NOBTOPSIEMOCTMU T. Mpenen Bogn;’)w(:?isonmmocm
p ncnbiTaHne w bl MI.'KT :
214 7.0
HepocTtaTto4Ho faHHbIX
4.2 0.4
2
88.5 3.3 13.7
NIV
883.5 45.1 165.1
30.0 1.6 3.7
AA
52.6 4.1 10.6
Monumep 24.8 0.6
0 HepaocTaTouHo AaHHbIX
4.8 0.4
CV-AFS
30,0 5.3 15.0
4A
52.6 7.1 27.2
31,3 0,7 4.2
4A TD(G)-AAS 56.8 2,1 8.7
22.7 24 55



FOCT IEC 62321-4—2016

OkoHuaHue Tabnuubl 1

Mexna6opaTtopHoe CpepHee Mpepen
M aTZME ana CpaBHUTE/bHOE MeTog 3HaueHe. NoBTOPSAEMOCTU T Mpenen Bo;n;ﬁ)rl;lsreo,qmocm
P ucrbITaHve Mr/Kr Mr/Kr )
25.4 7.2 19.2
3.8 14 HepoctaTto4yHo gaHHbIX
Monumep e ICP-OES
90.7 8.8 23.1
901.7 116.2 192.7

JononHutensHas HgopMaLvs NpuBeseHa B NpUIoxXeHun B.

11 O6ecneyeHune KayecTBa U KOHTPOJIb

111 O6was uHgopmMaums

Pa3nen 06 obecneyeHnmn KayecTsa v KOHTPONSA B OTAESbHBIX CTaHAapTax Ha MeToAbl KOHTPONSA AO/KEH
BKMtOYaTb B cebsa TpeboBaHWA K KOHTPO/IbHOMY 06pasLly OTHOCUTE/IbHO YacTOTbl TECTUPOBAHUA U KpUTepUus
npuemkun. JTOT pasfen Takke [Oo/MKeH BKII0YaTb 0COOEHHOCTN MeTOA0B KOHTPO/IA YCTaHOB/IEHHOrO KayecTea
B OTHOLLUEHWUW onpegenexHusn npegenos o6HapyxeHus (MO) n npegena ksaHTudukauum (MK).

CopepxaHue pa3sgenos MO u MK go/mKHO 6bITb COBMECTUMO C ONUcaHueMm, npusefeHHsIM B 11.2.

Mpymepbl Apyrnx 0CO6EHHOCTEN MeTOA0B KOHTPOSA YCTAHOB/IEHHOIO KayecTBa BK/IOUAlOT B cebsa Tpe-
60BaHMsA. Kacatlmecs nepBoHaYvanbHON NPOBEPKU KannbpPOBKM, XONOCTOr0 MeToAa, KOHTPObHOro nabopa-
TopHoro o6pasua (LCS) u T. A.. nepeuncneHsl B Tabauue 2.

Ta6nuua 2— Kputepuu npremneMoctvi 06bEKTOE A5l KOHTPOSIS kayecTBa

KOHLEHTpaLmst Mr/kr 0 UCrbITyemMom

O6bekT Kputepum npremnemoctut

obpasLie
Kann6posouHas kpusas R2 >0.995
MepBnyHas nosepka kanmbpoBKn Hanpumep, gnsa ptytv 1 mr/kr BoccrtaHoenenune: (90— 110)%
HenpepbiBHasa NnpoBepka Kannbposku Hanpuwmep, ana ptyta 1 mr/kr BoccTaHosneHue: (90— 110)%
XonocToii meTog <MOoM
J1aGopaTopHbiit KOHTPONLHbIi CepeguHa gnanasoHa kannbpoBku BoccTtaHoBneHue: (80— 120) %

obpasel (LCS)

Ayb/ukar KOHTponbHoro CepepguHa gnanasoHa kannbpoBku OTHOCUTENbHOE OTK/IOHEHNEe < 20 %
nabopartopHoro obpasua

a) MepBuyHas noBepka KanMbpPOBKM BbINOMHAETCA KaxAblii pa3. Korga ycTaHaB/IMBaeTCs KasMbpoBoY-
HasA KpuBas, C UCNOMb30BaHNEM CTaHAapTa U3 UCTOYHKKA, OT/IMYHOTO OT KaIMOPOBOYHOIO CTaHAapTa.

b) JomkeH 6biTb NPOAHa/IM3MPOBAH OAMH XOMOCTOM METOA Ha Kakayl napTuio. XosocTtas matpuua,
KOTOpas He CoAepXMUT PTyTb, MOXET 6bITb MCNOMNb30BaHa B kayecTBe MeTofa X0/10CTON Npobbl.

c) B kaxpoi napTvv OAUH KOHTPObHbIV abopaTopHbii obpasel (LCS) n ayb6nukaT nabopaTopHOro
o6pasua Ao/HKHbI OblTb MpoOaHaIM3npoBaHbl C MOMOLLbLIO Ao6aBNeHNA PTYTU B XONOCTY0 Matpuly. Kpome
TOro, cCepTUULMPOBAHHbI/ 3TaNIOHHbIA MaTepuarn, coaepXalinii pTyTb MOXeT OblTb UCMbITaH B ABYX MOBTOP-
HOCTSIX.

lMocne nporoHa Kaxaoro 4ecAaToro obpasua 1 B KOHUE Kaxaoro Habopa 06pa3uoB HE06X04MMO NPou3-
BECTW aHanun3 ctaHjapTa HenpepbiBHOV npoBepku kanmoposku (CCV). MpoueHTHas BeNnYnHa BOCCTaHOBe-
HUA AN PTyTVU fo/mKHa coctaBnaTk oT 90 % fo 110 %. Ecnu npoueHTHas Be/vMvmMHa BOCCTAHOB/IEHUS A5
pTyTV B cTaHgapTe CCV BbIXOAUT 3a npegesisl faHHOro AnanasoHa, ctaHgapt CCV fosxeH aHanm3npoBaTtbCa
NOBTOPHO B npegenax 12 4. Ecnu BenuunMHa BOCCTAHOB/IEHUS OCTaeTcs 3a npefenamu guanasoHa u nocne
3TOro aHann3 HeobxoAMMO npepsaTb W MPOM3BECTU TeXHUYecKkoe 06CAyXMBaHWE CUCTEMbI, YTOOblI BEPHYTb
ee B oNTMManbHoe paboyee coctossHMe. Bco obpasubl, 3arpyXeHHble nepes nocnefHUM yCnellHbIM cTaHaap-
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ToM CCV, MOryT yKa3blBaTbCsl B NPOTOKO/IE UCTbITAHWIA, @ BCe 06pasLbl, UCMO/b30BaHHbLIE NOC/e HEeYAAUHOro
ctaHgapTa CCV. fo/MKHbI NofBepratbcs NOBTOPHOMY aHanu3y ¢ HOBOW KanuGpoBKoii.

11.2 TMpepen obHapyxeHus (MO) n npenen keaHTudgukauum (MK)

Cnepyouias skcnepuMeHTabHas npouefypa BbiNoNHAETCA 415 onpeenieHus npegena obHapyXeHus
mMeToda 1 npefena KeaHTUukauum pryTu.

Huxe npmBoAMTCA onucaHne aKkcnepyvMeHTaslbHOM Npoueaypbl, KoTopas UCnonb3yeTca ANs onpegene-
Hua MO u MK cogepxaHua pTyTu.

a) lMpoussecTy TOYHOE B3BELLMBaHNE COOTBETCTBYIOLLErO KonMyecTsa obpasua 6e3 cogepxaHus pTyTu
(Hanpvmep, cTaHAAPTHOTO, CepTUULMPOBAHHOTO 06pas3Lia) Un Kakoro-nnmbo Apyroro CoOefuHeHus, cosgato-
L|ero NoMexu 4N aHanusa B COOTBETCTBUM C NPOLLeAypoii, yCTaHOBNEHHO B pa3gene 7. MomecTuTb o6pasel,
B Kax/blii nabopaTopHblii cTakaH (5.2, nepeuncnenus b unu d nnam o). laHHyo onepawluio Heo6xoaMMo Mno-
BTOPUTL He MeHee 5 pas.

b) lo6aBUTb B KaxAblii XMMUYeckunii ctakaH 10 MKr pTyTU C MUCMO/Ib30BaHWEM MaTpUYHOrO pacTeopa
(4.2, nepeuncneHue j).

C) BbINONHWTL NpoLeaypy UCMbITAHWSA COMTacHO pasfeny 7 ¢ NPUMEHEHNEM Pa3/IOXeHNS U CNEKTPOCKO-
NMYECKNX N3MepPeHWA.

d) MpowussecTn pacyeT KOHUEeHTpauuu pTyTn (MKr/r) cornacHo pasgeny 9 n onpegenntb NpoLeHTHoe
BOCCTaHOB/IEHWEe A06aBNeHHON PTYTU ANS Kaxk4oro n3 o6pasLos.

CcCM
SR
SA ¢
roe SR — BenMuMHa BOCCTaHOB/EHUS J06aBNeHHOW pTyTu. %;
C — u3MepeHHas KOoHUeHTpauus, MKr/r
M — macca obpasua, T;
SA — BenuunHa gob6asku (10 Mmkr), T.

MpoueHTHas BeNnYMHa BOCCTAHOB/IEHUA PTYTM AOJ/HKHA HaxoAuTbcsA B Anana3oHe oT 80 % no 120 %

ANA Kaxaoro 13 obpasuos. Ecnn 3HaueHne BOCCTAHOB/IEHWSA BbIXOAWT 3a AaHHble npefensl ansa nwoboli u3
BbIGOPOK, BCIO NpoLeaypy 3KCTpakuum 1 aHannsa Heobxoaymo noBToOpPUTb.

e) MOM MOXXHO NOSTy4MTb MOCPEACTBOM pacyeTa CTaH4apPTHOrO OTKIOHEHUS S A4/151 BbIGOPOK (MUHUMYM 6)
aHanusa. 3atem cTaHAapTHOe OTK/IOHEHUE YMHOXaeTCcs Ha 3HadyeHue kputepua CTblogeHTa (/-kpuTtepus) gns
o6LLero uncna BeI6opok (1) 4NsA cteneHn cBoboapl n-1. Cnucok 3HaveHuin kputepus CTelogeHTa (/-Kputepus)
ansa 6—10 BbIGOPOK NpuBOANTCS B Tabnumue 3.

Mpumep-Ana 6BbI60poKk M 6 -1 =5 cTeneHeli cBo60Abl 3HAYeHNe t bByaeT cocTaBnAaThb 3,36.

MpumeyaHune — Bce aHanusbl, ucnonblyemble ans pacyeta NMOM, 4oMXHbI 6bITb NOCNeA0BaTENbHLIMUA.

Ta6nunya 3— lMNpeaensl 06HapyxeHna metoga =/-sn- 1

Yucno o6pasLos (BbIGOPOK) 3HaueHue kputepus CTblofeHTa ((-kpuTtepus) (40BepuUTeNbHbI ypoBeHb 99 %)
6 3.36
7 3.14
8 3.00
9 2.90
10 2.82

0 MK onpepensetca nocpeAcTBOM yMHOXeHUs MOM Ha koadduuneHT 5.

PasHble nabopatopun MOryT UMeTb pasHble 3HaveHus NMOM u MK.

B o6uwem NMOM co 3HaveHuem 2 mkr/r (MK 10 Mkr/r) cumTaeTcs AOCTVXMMbIM MPU UCMONb30BaHNN AaH-
HOro MeTofa, OfHaKO 3TV 3HAYEHMUSA 3aBUCAT OT KaXAoro npuoopa.
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MpunoxeHne A
(cnpaBouHOE)

MpakTuyeckoe onpefeneHne cogepxaHusa pTyTn B NoavMepax, Metanfiax n 3n1ekKTPOHHbIX
ycTpoiicTBax nocpeacteom CV-AAS, CV-AFS, ICP-OES u ICP-MS

A.1 O6opyaoBaHue
Hwxe npuBegeH NprMep UCNob3yeMoro 060py0BaHus.

/'y

ABCOPOLMOHHbIN
cocyp,

PeakUMOHHbIl
cocyq,

HarpeBatoLLee
YCTPOIACTBO

PucyHok A.1 — HarpeBaTe/ibHblli peakTop, OCHALLLEHHbIV peaKLOHHbIM COCYO0M,
nednermatopom 1 abCcopbUNOHHBIM COCYA0M
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Tab6nunya Al — lNporpaMma MUKPOBOSIHOBOTO pasfnoxeHus (npumep) obpasuos (BbIXoAHAA MOLWHOCTb ANSA NATU CO-
cyAoB)

Onepauus Bpems, muv BbixogHas MOLWHOCTb. Bi [aBnexHne orpaHnyeHo fo, Mia
1 5 400 3.5
2 5 600 35
3 12 800 35
4 20 800 4.0
5 3 500 4.0
Cragua BeHTUNAummn 20 0 —

A.2 Tepmunyeckoe pasfioxeHne — cuctema amanbramayuu 3onorta

A.2.1 O6wan nHgpopmayus

CucTtema cocTonT n3 hunbTpa AN yaaneHusa pTyTu, neun ans Harpesa obpasua, neuv ANs pasnoxeHus obpasua,
oxnaxaarnLwmnii ocywntens, neds Ans c6opa pTyTu, abcopbLUMoHHas sueiika 415 aTOMHO-a6CopPOLUVOHHON CnekTpoMeTpun
MEeTO/[0OM «XOJIOAHOr0 napa» Unun gyopecLeHTHas Avyeiika AN aToMHO-h/lyOpecLEeHTHON CnekTpoMeTpun MeToA0M «Xo-
NIOAHOrO napa», nepeknyalWwuii knanaHd, acnuparop, pacxogomep u T. 4. OgHaKo HeKOTOpble U3 Takux PakTopoB Kak
ahhekT maTpulbl, KOAPPULNEHT pazbaBneHns U NCKAXEHUS NOMYyUYEHHbIX Pe3y/bTaTtoB AO/KHbI ObiTb NOATBEPXAEHbI
ANA JaHHOTo meToAa.

B G H I

A — unbTp ANA yaaneHus pTytu: B — Tpy6ka Ans cTapaHua: C — neub Ans Harpeea o6pasua: D — neub Ans pasnoxeHus o6pasua;
E — TasoBas npombiBanka: F — ocywutenb; G — neub 48 c6opa pTyTm; H — TpyGka gna c6opa pTyTu; | -- aToMHo-a6cop6LyMoHHas

Avelika «Xx0N0AHOrO napa», J — nepeknwyvaowmuit knanav; K — nosywka ptytv; L - acnupatop; M - pacxogomep

PucyHokA.2 — Cxema obopygoBaHusi c AAS (npumep)

A.2.2 Fa3-HoCUTENb

B kauecTBe rasa-HocuTenst 06bIYHO UCMONb3yeTCA BO3AyX. [a3. o60ralleHHbI KUCNOPOAOM, TakKe MOXET OblTb UC-
NnosbL30BaH B Ka4YecTBe rasa-HocuTens.

Knucnopog mMoxeT NpuBecTW K B3pbIBY BCNeCTBME BbICTPOro CropaHus B neun AN Harpeea obpasua, B pesynbrarte
4Yero MrHOBEHHO nosiBAseTcs 60/blWoe KOANYecTBO NPOAYKTOB CropaHus, KOTopble MOryT MpeBblliaTh KaTtann3aTopHyo
CMOCOBGHOCTb HWXKHEro NOTOKa Neyn pasnoXeHWs, Win 4acTb PTYTWU, NOSyvyaemoi Npu pasnoXeHun, MOXeT N3MEHATbCA
B okcup pTyTu. CnefosaTtesibHO, TemnepaTypa HarpeBa U CKOPOCTW MOTOKa AO/KHbI ObITh TWaTenbHO nogobpaHbl. Ans
hlyopecLeHTHO CNeKTPOMEeTPUN HeO6X0ANMO NPUMeHeHNe rasaAr.

Bcs pTyTb B rase-Hocutene AoJfixHa 6biTb yjaneHa C NMoMoLbio (PuabTpa, U3roToBIEHHOIO U3 akTMBMPOBAHHOTO
YIS NN 30/10TOW CETKN.

A.2.3 HarpeBaTenbHblii 3neMeHT

TpybKka AnsA cropaHns U3rotoBneHa u3 kepamuku unu keapua. Cocyapl Ana 06pasLoB caenaHbl K3 XaponpoUuHbIX
matepuasnos. MNpu aHanmse xuaknux obpasuos, cocys AO/KEH OblTb M3rOTOB/IEH U3 KBapLa Uan Kepamuku (He cogepxa-
LWKX PTYTb).

A.2.4 Tleub ANA pasnoxeHnsa

KatanusaTop, Takoil kak OkCuj MapraHua, okCcuj Meau, oKkcug kobanbTa WAM OKCUA MNaTUHbLI, NMOMeLalnT Yyepes
TPYOKY AN CKUraHUA B Neyb A1 pas3foxXeHUs Takum o6pa3om, 4Tob6bl pasfioxuTb Nobble opraHnyeckme BelecTsa, u co-
eINHeHNs1 PTYTW, NpU 3TOM TemnepaTtypa 1 CKOPOCTb rasa-HOCUTENs JO/DKHbI ObITh TLWATENbHO yCTaHOBNEHbI 418 NPeaoT-
BpaLieHns obpasoBaHus okcuaa pryTu.
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A.2.5 O6opynoBaHns NS MbITbS U CYLUKN

Ecnu cuctema nmeeT Touky nepeoxnaxgeHus B ee Tpybax W HyxJaeTcs B OCYLIEHUS BRaru, oxnaxgawoluii ocy-
wuTenb yaobHee B 06paLleHny n 06CnyXnBaHumn, Yem OCyLLIMTE NN, B KOTOPbIX B Ka4eCTBe BAaronornatuTens UCnosnb3yT
nepxnopart marHus. Takke 6onee adhekTuBHbIE pe3ynbTaTbl 6blAN NOAYYEHbI, KOr4a ra3oBble NPOMbIBaIKM UCNOb30Ba-
nnck Jo cywkn. CtaHAapTHbIN 6ydepHblil pacTBop JO/MKEH ObITb MCNOIb30BaAH AN1A CTUPKM rasa.

A.2.6 Tpybka ansa c6opa pTyTn

Mpumep Tpy6kn gnsa cbopa pTyTn NpuBeAEH Ha pucyHke A.3.

B ueHTpe kBapLeBoii CTekNAHHOW Tpy6Ku pacnonoxeHo yrny6neHve, cogepxatiee, B ykasaHHOM nopsifke, Meskyto
CTPYXXKY KBapLeBOro ctekna, pTyTHYIO JIOBYLLKY, ¥ MEJKYI0 CTPYXKY KBapLeBoro crekna.

Pa3mepbl B MunimmeTpax

A Cg B
0O.D. 06
1.0.04

120

100. 200

A — KkBapleBas cTeknsiHHasa Tpy6ka; B — pTyTHas nosywka. C - Menkas CTpyXKa KBapLeBOi cTekna

PucyHok A.3 — Tpy6ka ansa c6opa ptyTun (npumep)

TepMOoyCTONUMBLIA NOPUCTBIA HOCUTENb (MEP/IUT), NOKPbITbIA 30/10TOM, UCMO/b3YeTCsA B KaYeCcTBe PTYTHOI N0BYLU-
Kn. Meyb Ansa c6opa pTyTH AO/IXKHA 6bITb NpeABapuTelbHO Harpeta A0 150 "C. uTo6bl NpefoTBPaTUTL COH0P OpraHNYecKnx
rasos 1 Bofbl B SIoByLWKe. OpraHuyeckue rasbl v Boga, Npu nonagaHun B ab6CopObLMOHHY0 nan yopecLeHTHYI0 sueliky,
6yayT co3faBaTb NOMEXU 419 USMEPEHUS PTYTU.

A.2.7 AHanns cogepxaHua ptytn B CCFL

B cnyyas CCFL-o6pa3ua, napbl pTyTu BO36yslalor 4acTb NapoB PTyTU NONYYEHHbIX NPU HarpeBaHUM OCKONKOB
CCFL-namnbl. Mony4yeHHble napbl pTyTU 3aTem nonagarT B aTOMHO-a6COPOLMOHHBIA CnekTpoMeTp ANA U3MepeHus Ko-
nuyecTBa pTyTM 6€3 amanbramauymun. VIHTerpatop HaumHaeT u3nyyatb yabTpatunoneToBble /yYn, Kak TONIbKO HaunmHaeTcs
Harpes.

Cxema (npumep) cnekTpoMeTpa ANs TEPMUYECKOro pasnoxeHus/aTomHol abcopb6unm gns CCFL nokasaHa Ha pu-
cyHke A4,

J D C

A — yCTpOIicTBO yAaneHus pTytu; B - BO3AywHblll Hacoc; C — kBapuesas HarpesatesnibHas Tpy6ka; O — KBapueBas 10404Ka;
E — kBapueBas a6copbupywuias kioseTka. F — pTyTHas namna; G - aToMHO-a6cop6UMOHHLIA AeTekTop; H — cymmaTop.
| — 3NeMeHT INTaHUs C KOHTponnepom; J — HarpesaTesb

PucyHok A.4 — Cxema (Npumep) cnekTpomeTpa A/ TePMUYECKOro pasnoxeHus/aTomHol a6ecop6unm ans CCFL
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A.3 MapameTpbl Nnpu6opos

YKa3aHHble napaMmeTpbl Npru6opoB — 3TO NpUMepsbl pabounx napameTpoB NPMOGOPOB, KOTOPbIE MOTYT ObiTb pPa3Hbl-
MU, Tak Kak 41 oTAesbHbIX NPM60opPoB MOryT NOHaA06MTLCA aNbTepHaTNBHbIE NapameTpbl. PekoMeHayeTca ucnonb3oBaTh
yKa3aHHble 3Ha4YeHNA A/IMHbl BOIH U OTHOLLEHUS MaccChl K 3apsfy; BbI6Op Apyrux napameTpoB B JAHHOM KOHTEKCTe MOXeT
NPVBECTN K HE,OCTOBEPHbLIM pe3yfibTaram.

a) CV-AAS (ATOMHO-abcop6LMOHHasA CNeKTPOMEeTPUSt XO/I04HOro napa):

- UCTOYHMK cBeTa: 6e33/1eKTpofHan paspsgHas namna Unu namna c nosibIM KaTofoMm;

- ANVHa BOJHbI: 253.7 HM;

- WMpUHa cnekTpanbHoi nonockl: 0.7 HM;

- NPOAYBOUYHbIN ras: N-, unu Ar.

b) CV-AFS (ATOMHO-(hb/iyopecLeHTHaa CnekTpoMeTpMa XO0N04HOro napa):

- UCTOYHWK: HA namna ¢ nosbiM kaTofom, Tok 30 MA. AnMHa BOMHbI: 253.7 HM:

- oTpuuartenibHOe BbICOKOe HanpsixeHue 360 B;

- Temnepartypa neun 800 'C;

- ras-HocuTenb notoka Ar 0.6 N/MVH, 3alWNTHbIA ra3 1,0 n/MuH;

- NpombiBOYHas Boga: 6 %-Has HNO3.

c) ICP-OES (OnTuuyeckas 3aMUCCUOHHAs CNEeKTPOMETPUS C MHAYKTUBHO CBSA3AHHOW Nnasmoii):

- AnvHa BONHbI HA: 194.227 * 2 (2-i nopsAAokK) HM;

- MOLLHOCTb BbICOKOYACTOTHOro reHeparopa: 1150 Br;

- YyacToTa BbICOKOYACTOTHOro reHepatopa: 27,12 MIu;

- fasneHue Ar: 0,16 MMa:

- ras-HocuTenb ATt oxnaxgawownii ras 14 n/MnH, BcnomoratenbHblii ras: 0.5 n/MuH;

- MHTEHCMBHOCTb noraouwexHnsa obpasuya 1.6 N/MUH.

d) ICP-MS (Macc-cnekTpomMeTpusi ¢ UHAYKTUBHO CBA3aHHON nia3moit):

- mJz = 199. 200. 201. 202 (oTHOLWeEHME Macchl K 3apagy Ha);
MOLLHOCTb BbICOKOYACTOTHOro reHeparopa: 1200 BT;
yacToTa BbICOKOYACTOTHOrO reHeparopa: 27.12 Ml'y;
pasneHue Ar. 0.28 MNa:
raz-HocuTesb Ar: oxnaxgawuwmnii raz 16 n/MuH. BcnomoratenbHblid ras 1.0 n/MuH.

MonoxeHune ropenku, oT6op obpasua no rnybruHe, ropu3oHTaNN, BEPTUKAIN; NINH3bI — BCE YC/IOBUSA [O/KHbI ObITh
ONTMMMN3NPOBaHbI Nepes NpoBefeHNEM N3MEPEHNS.

e) TD(G)-AAS (ATOMHO-abcop6LMOHHAs CNeKTPOMETPUA METOA0M TEPMUYECKOro pasfnoXeHunsa (amanbramauny 3o-
nora):

- UCTOYHUK cBeTa: PTyTHas (C napamu) namna HU3KOro AasieHuns:

- ANVHa BOJMHbI: 253.7 HM;

- ras-HocuTeNb: BO3AYX WKW KUCMOPOL.
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MpunoxeHne B
(cnpaBoyHoe)

Pe3yl'|bTaTbI Me)Kna6opaTopr|x CpaBHUTENbHbIX UcnbITaHUM
Nos. 2 (1IS2) u 4A (IIS 4A)

Ta6nunuya B.1 — Cratuctuyeckne gaHvHble ons TD{G)-AAS

VIB?'I?)%EV‘I::/Ieeupa Mapametp T. mr/kr V. mr/kr n 5(f) Mr/k A MP/KT s(R). MI/KF 12.Mr/kr
IS 4A-04 HA 31.28 33 18 0.246 0.69 1.50 4.19
1IS 4A-05 HA 56.83 63 9 0.76 2.1 3.10 8.70
1IS 4A-08 HA 22.67 24 15 0.856 2.40 1.96 5.47

Ta6nunuya B.2— Cratuctuyeckne gaHHole ans CV-AAS

Obpasel,

U3 nonuvepa MapameTp or. Mr/Kr v. MJIT ) 5(r). MI/KT . Mr/Kr S(R). Mr/kT R MI/KT
11S2-C10 HA 21.4 25.3 3 2.5 7.0
Hea0CcTaTouHO AaHHbIX
11IS2-C11 Hp 4.2 4.5 2 0.1 0.4
11S2-C12 HA, 88.5 100.0 8 1.2 3.3 4.9 13.7
11S2-C13 Hp 883.5 1000 8 16.1 45,1 59.0 165.1
IS 4A-04 HA 30.03 33 15 0.55 1.55 1.32 3.70
1S 4A-05 Hp 52.58 63 13 1.45 4.07 3.78 10.59

Tab6nunya B.3— Cratnctuyeckue gaHHole ana CV-AFS

Ob6paszel,

w3 nonMmepa Mapametp ar. Mr/Kr V. Mr/Kr n a(r), Mr/kr r, Mr/kr s(R). Mr/Kr R. MI/KT
11S2-C10 Hp 24.8 25.3 3 0.2 0.6
HepoctaTtoyHo faHHbIX
11IS2-C11 Ha 4.8 4.5 3 0.2 0.4
IS 4A-04 HA 30,2 33 18 1.90 5.32 5.35 14.99
1IS 4A-05 HA 54.6 63 18 2.55 7.14 9.70 27.16

Ta6nunya B.4— Cratuctuyeckne gaHHole gns ICP-OES

O6paszey, 13

nonuvepa Mapametp OT. MT/KT v. MI/Kr 0 a(r). Mr/kr T, Mr/kr S<R), MI/Kr R, MI/KT
11IS2-C10 HA, 254 25.3 6 2.6 7.2 6.8 19.2
1IS2-C11 Hp 3.8 4.5 3 0.5 1.4 HepocTatouyHO AaHHbIX
11IS2-C12 HA 90.7 100.0 9 31 8.8 8.2 23.1
11S2-C13 Ha 901,7 1000 9 41.5 116.2 68.8 192.7

rae T — cpepgHee apudMeTnyeckoe pe3ynbTaToB UCMbITAHWIA:
vV — 0oXugaemoe 3HauyeHue:
N — YNC/I0 NPUHATBLIX Pe3y/bTaTOB:
s(r) — cTaHgapTHOe OTK/OHEHUe NOBTOPSEMOCTH:
r — npefen NoBTOpseMoCTH;
s(R) — cTaHAapTHOe OTK/IOHEHWE BOCMPON3BOAUMOCTH:
R — npepgen BoCcnpon3BoANUMOCTHU.
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MpunoxexHune JA
(cnpaBo4HoE)

CBefleHNA 0 COOTBETCTBUU CCbINTOYHbIX MEXAYHapoAHblX CTaHAapTOB
MeXrocynapCTtBeHHbIM CTaHO4apTam

Ta6nunuya [OA1

O60o3HaYEHME CCbITOYHOTO
MeX/yHapofHOro cTaHaapTa
IEC 62321-1:2013

IEC 62321-2:2013

IEC 62321-3-1:2013

IEC 62554

1ISO 3696:1987

CreneHb
COOTBETCTBUS

10T

0T

0T

MOD

O603HaUEHNE 1 HAMMEHOBAHUE COOTBETCTBYHOLLETO MEXIOCYAPCTBEHHOID
cTaHgapTa

FOCT IEC 62321-1—2016 «OnpefeneHue pernameHTUpOBaHHbIX Be-
L,ecTB B 3/1IeKTPOTEXHNYECKNX nsgenuax. Yactb 1. BBegeHune n 063o0p»

FOCT IEC 62321-2—2016 «OnpefeneHne periameHTMpoBaHHbIX Be-
LL|eCTB B 3/1eKTPOTEXHNYECKNX n3genusax. Hactb 2. Pasbopka, oTcoeaun-
HeHne 1N MexaHu4yeckas NoAroToska obpasya»

FOCT IEC 62321-3-1—2016 «OnpefenexHve pernaMeHTUPOBaHHbIX
BeLLEeCTB B 3/IEKTPOTEXHUYECKUX n3genmax. HacTtb 3-1. CKpUHUHT. AHa-
N3 CBMHUA, PTYTH, kaAgmus, ob6LLero xpoma 1 obLiero 6poma MeTogom
peHTreHohnyopecLeHTHOl cnekTpomMeTpum»

FOCT P 52501—2005 «Boga ans nabopaTopHOro aHanusa. TexHuue-
CKune ycnosus»

* COOTBETCTBYIOLLMA MEXTOCYAAPCTBEHHbI CTAHAAPT OTCYTCTBYET. [10 €ro NPUHATUS PEKOMEHAYETCS UCMOb30-
BaTb NepeBof Ha PycCKUii A3blK JaHHOT0 MeXAyHapoAHOro cTaHAapTa.
MpumeuaHune — B HacTosiel Ta6imue NCNob30BaHbl CeAytoLe YC0BHbIE 0603HAYEHWSI CTEMNEHN CO-

OTBETCTBUSA CTaHOAPTOB:

- OT — naeHTnYHblE CTaHAAPTHI:

- MOD — MogurLumpoBaHHbIiA cTaHAapT.
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TPOB-NOBYLUEK 1 aTOMHO-(DIyOpPECLEHTHOM CNEKTPOMETPUN METOLOM «XOMI0AHOTO napa»)
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(OnpepeneHve cogepXxaHusi pTyTu B BOAe C MPUMEHEHUEM aTOMHO-(D/TyOpPECLEeHTHOI CNeKTpo-
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Mercury in solids and solutions by thermal decomposition, amalgamation and atomic absorption
spectrophotometry

(OnpepeneHve cogepxaHus pTyTv B TBEPAbIX BellecTBax U pacTBopax C NpUMEHEHEM TepMu-
4YecKoro pasfioxeHus, amanbramauny n aToMHO-abCcopOLVOHHO crekTpomMeTpun)

Mercury in sediment and tissue samptes by atomic fluorescence spectrometry

(Onpepenexne cogepXaHna pTyTu B OTIOXEHUAX U TKaHeBbIX 06pasLax ¢ npyMeHeHnem aTom-
HO-(p/TlyOpeCLEHTHOI CNeKTpoMeTpun)

Chapter 1— Quality Control

(TnaBa 1 — KoHTponb kauecTBa)

Practical quantitative analysis procedure for mercury contained in fluorescent lamps
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LleHTHbIX Namnax)

Practical method for the determination of mercury filled in fluorescent lamps for backlighting

(MpakTnyecknii metod A4NA onpefeneHns pTyTu, cogepxatieiica Bo dhlyopecLeHTHbIX namnax
ANA 3afHero oceelleHuns)

EU Comol/Lisskm. Decision of 9 September 2002 establishing revised ecological criteria for the asvard of the community
eco-label to light bulbs and amending decision 1999/568/EC; 2002/747/EC

California Environmental Protection Agency. Procedural SOP No. 914-S. Preparation of Cold Cathode Fluorescent Lamps
for Mercury Testing, including WET and TCLP, Department of Toxic Substances Control Revision No. 2. 2004
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