®EAEPANBHOE AFEHTCTBO

MO TEXHUYECKOMY PEFYNUPOBAHUIO U METPONOIMN
HAUMOHANBbHLIN roCT P
CTAHOAPT
POCCUWCKOMN UCO 14435—
®ENEPALUU 2017

MATEPWAIbI YITNIEPOOHbIE
ansd NnPOU3BOACTBA AIMIOMUHUA

HedTtaHOM KOKC. OnpepeneHue cogepxaHus
npumMmecen MeTansoB MEeTo4OM aTOMHOM
3MMUCCUOHHOM CNEKTPOMETPUU C UHOYKTUBHO
CBfi3aHHOW NNa3mMown

(ISO 14435:2005, IDT)

W3panue opuumannHoe

Mocksa
Cranpapruncopm
2019


https://www.mosexp.ru/tseny_na_proektnye_raboty

FOCT P UCO 14435—2017

Mpeaucnosue

1 NOANOTOBNEH OTKPbITLIM aKLIMOHEPHBIM 00LLECTBOM «YpanbCkuii aneKTpoaHbIi MHCTUTYTy (OAO
«YpananekTpoauH») Ha 0CHOBE COOCTBEHHOIO NEPEBOAA HA PYCCKUI A3bIK AHIMOSA3bIYHOW| BEPCUU CTaHaapTa,
YKa3aHHOro B NMyHKTE 4

2 BHECEH TexHu4yeckum koMuTeTOM No crangaprtusauumn TK 109 «3nekTpoaHas npoayKums»

3 YTBEP)KAEH W BBEJIEH B QEWCTBUE lNpukasom deaepansHOro areHTCTBa No TEXHUYECKOMY pe-
rynupoBaHuto u metponorum ot 17 aerycra 2017 r. Ne 927-ct

4 Hacroswmi craHaapt MAEHTUYEH MexayHapoaHoMy craHpapty MCO 14435-2005 «Marepuansl
yImepoaHbie Ana npou3BoAcTBa anioMuHus. HedtsaHon kokc. OnpeaeneHue coaepXxaHusi npuMecei Metan-
0B METOAOM aTOMHOW SMUCCUOHHOW CMEKTPOMETPUMN C UHAYKTUBHO CBA3aHHOW nnasmon» (ISO 14435:2005
«Carbonaceous materials for the production of aluminium — Petroleum coke — Determination of trace metals
by inductively coupled plasma atomic emission spectrometry», IDT).

MexgyHapogHei crangapt UCO 14435 noarotosneH TexHudeckum komutetom ISO/TC 226 «Martepu-
anbl 4Ns NPOM3BOACTBA NEPBUYHOIO antoMUHUAY.

Mpu NPUMEHEHUN HACTOSALLEro CTaHAapTa PEKOMEHAYETCA UCMOMb30BaTb BMECTO CCbISIOYHbIX MEXay-
HapoAHbIX CTAHAAPTOB COOTBETCTBYIOLLME UM HALMOHATBHBIE CTAHAAPTLI, CBEAEHUA O KOTOPbIX NPUBEAEHDbI B
OOMONHUTENBHOM NpUnoxeHun JA

5 BBEJEH BINEPBbIE

6 MEPEM3OAHUME. Anpenb 2019 T.

lpasuna npumeHeHuUs Hacmosuweeo cmaHdapma ycmaHoeneHsl 8 cmambe 26 @edepanbHo20 3aKoHa
om 29 uwHa 2015 . Ne 162-03 «O cmanlapmu3sayuu e Poccutickoli ®edepayuu». NHghopmauyust 06 u3-
MEHEHUSX K HacmosLweMy cmaHdapmy nybnukyemcs e exxe2o00HoM (no cocmosiHuIo Ha 1 siHeapsi meKyuiez0
200a) uHhopMauUOHHOM yKkaszamene «HayuoHanbHble cmaHdapmbiy, a oghuyuanbHbili MeKem u3MeHeHull
U 1onpaeoK — 8 EXEeMECAYHOM UHGOPMAULUOHHOM yKasamene «HayuoHanbHbie cmaHlapmebi». B crydae
nepecmompa (3aMeHbl) unu ommMeHbl Hacmosuwezo cmaHdapma coomeemcemaeyiouwiee ysedomreHue 6ydem
onyb6nukosaHo 6 bnuxalilueMm ebillyCKe eXeMecsiHH020 UHGPOPMaUUuOHHO20 yKasamerns «HayuonarnbHble
cmanOapmbiy. Coomeemcmeyiouwjasi uHgopmayusi, yeedoOMIeHuUe U MeKCMbl PasMewalomes makxke 6 UH-
gopmayuoHHOU cucmeme obuje20 Nonb3oeaHuss — Ha oguyuanbHoM calime ®edepanbHo20 azeHmemea o
MEXHUYECKOMY pezynupoeaHuio u Memporsoauu e cemu ViimepHem (www.gost.ru)

© IS0, 2005 — Bce npasa coxpaHsoTca
© Crangaptuadopm, ocbopmnenue, 2017, 2019

Hacrosipmi craHaapt He MOXET ObiTb NOMHOCTLIO UM YACTUYHO BOCNPOU3BEAEH, TUPAXUPOBAH U pac-
NPOCTpaHEH B kayecTBe 0huLManbLHOro usaanus 6es paspeweHns degepanbHOro areHTCTBa N0 TEXHUYECKO-
MY PErysiMpoBaHUIO 1 METPOFIOTMK
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BBepeHue

MPUCYTCTBUE U KOHLIEHTPALMA NPUMECE PasNUYHbIX METANNMMYEeCKMX 3NEeMEHTOB B HE(PTAHOM KOKCe
ABMAOTCA OCHOBHbIMU PakTOpamMu B ONpeaeneHun NPUroaHOCTM KOKCa ANs PasnuYHbIX KOHEYHbLIX LIENEN.

Monb3oBaTensiM He(hTHOTO Kokca TpebyeTCs CTaHAapTHbIM METOA OnpeAeneHus KOHLUEHTpauMin sTux
anemeHToB B Npobe kokca. B HacTosALeM CTaHaapTe onMcaH Takol MeToa.

Hacroswun craHgapt maeHTudeH mexkayHapogHomy craHgapty MCO 14435 u ocHOBaH Ha MeToae
ACTM [ 5600-98, onybnukosaHHOM noa topucaukumein Komuteta ACTM 2 «HedtenpoaykTbl 1 CMa30uHble
marepuansi» u MNogkomuteTa [ 02.05.01 «OT60p NPod M METOAbI UCNbITAHWA HEPTSHOFO KOKCa».

MHdopmMalms 0 NoBTOPSAEMOCTM U BOCNPOW3BOAUMOCTH OCHOBAHA Ha MeXrabopaToOpHOM 9KCNepUMEeH-
Te U npuseaeHa B otyete Research Report D 02-1007, KOTOPbI MOXHO NONy4uTb B ochuce ACTM.
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HAUMWOHANBHBIWN CTAHOAPT POCCUUCKON GEREPALUMY

MATEPUAINBbI YITNEPOAHbLIE ANA NPOU3BOACTBA ANNIOMUHUA

HedTaHOI KOKC. OnpeaeneHne cogepxaHusa NpuMecen MeTannos METOA0M
aTOMHOW 3MMCCUOHHOI CNEKTPOMETPUU C UHAYKTUBHO CBA3AHHOW Na3sMon

Carbonaceous materials for the production of aluminium.
Petroleum coke. Determination of trace metals by inductively coupled plasma atomic emission spectrometry

Dara BBepenns — 2018—08—01

MpeaynpexaeHne — B HacToOsILIEM CTAHAAPTE He NPeayCMOTPEHO PaccMOTpeHue Bcex mep Gesonac-
HOCTM, CBA3AHHbIX C €ro npumeHeHneM. Monb30BaTenu HaCcTOALLEro CTaHaapTa A0 Havyana ero MCnonb3oea-
HUSA AOMKHbI YCTAHOBUTL TPeGoBaHNS 6E30NaCHOCTM U OXPaHbl 30POBbsl, NPEAYCMOTPEHHbIE COOTBETCTBYIO-
LLMMU HOPMATUBHBIMM JOKYMEHTAMM U YTBEPXKAEHHbLIE B YCTAHOBNIEHHOM NOpAAKe.

1 ObnacTb NnpuMeHeHus

HacToswmii ctaHAapT NPUMEHSIETCS K YINEPOAHbIM MaTepuanam, UCnofb3yeMbiM B MPOM3BOACTBE arnio-
MWHUSA, U YCTaHaBNMUBAET METOA ONpeAEeneHusl NpuMeceit MeTannoB B Npo6ax Cbiporo U NPOKaneHHoro He-
hTSIHOrO KOKCa METOA0M aTOMHO-3MUCCUOHHOI CMIEKTPOMETPUM C UHAYKTMBHO CBA3AHHOW NNasmon.

MeToa MOXeT ObITb MPUMEHEH K APYrUM Tepmudeckn 006paboTaHHbIM yrnepoaHbIM Matepuanam, Takum
Kak KOKC KaMEHHOYrOSbHbIN U NEKOBLIN, aHTPaLUT.

OnNEeMeHTbI, K KOTOPbIM MPUMEHSIETCS IaHHbIN METOA MUCNbITAHUA, nNpuBeAeHbl B Tabnuue 1. Mpeaensi
0GHapy>XeHUs, YyBCTBUTENbHOCTb U ONTUMArbHbIE AUANAa30Hbl KOHLIEHTPALMIA METANNOB 3aBUCAT OT MaTpuL,
npo6 n Mogenu cnekTpomMeTpa.

HacTrosiuii MeToA UCTLITAHMS NPUMEHSIETCA TOMNbKO K Npofam, coaepxam mexee 1 % 30nbl N0 Macce.

OneMeHTbI, NPUCYTCTBYIOLLME B KOHLIEHTPALMK, BLIXOASLLEH 3a BEPXHIO rpaHuly pabodero guanaso-
Ha, MOXHO OMPEAENUTL NOCNEe COOTBETCTBYIOLLETO pa3baBneHns npoobl.

Tabnuya 1 — Onpeaensiemele arieMeHTbl U peKOMeHyeMble ANUHBI BOITH

OnemeHT JInuHa BomHb, HM 2P [nanasoH KOHLEHTpaLWI, MKr/r ©
AnNOMUHWUIA 237, 313 256, 799 308, 215 396, 152 Ot 15 80 110
Bapuit 455, 403 493, 410 Ot 1065
Kanbuuit 317, 933 393, 367 396, 847 Ot 10 go 140
Xeneso 259, 940 Ot 40 go 700
MarHuii 279, 079 279, 553 Ot 5p050
Mapraney 257, 610 294, 920 Otr1p07
Hukenb 231, 604 341, 476 352, 454 Ot 3 no 220
KpeMHuii 212, 412 251, 611 288, 159 OT1 60 po 290
HaTpuit 588, 995 589, 592 Ot 30 po 160

U3paHue oduuymanbHoe
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OkoH4YaHue mabnuupi 1

OnemeHT [nuHa BoMHel, HM P [nanasoH KoHLeHTpaLmi, MKr/r ©
TutaH 334, 941 337, 280 Ot1a807
BaHaguii 292, 402 OT2 po 480
LinHk 202, 548 2086, 200 213, 856 Ot 18020

a MepeyncneHHble 4NHbl BOMH BbIfN NCNONb30BaHEl B MeXnaGopaTopHOM SKCMEPUMEHTe BBUAY WX YyBCTBM-
TenbHOCTU. MOXHO UCMONL30BaTL APYrine AMNMHLI BOSH, €CAK OHKU MOryT oBecneunTs TpeBGyemyto YyBCTBUTENBHOCTb U
MOTYT 6biTb 06paBoTaHbl ¢ NTOMOLLLH TaKUX e METOA 0B BBEAEHWUS NONPaBoK ANA CNeKTpanbHbIX MoMeX (CM. pasgen 5).
Co BpeMeHeM Mo Mepe TpeboBaHUii N HakonneHUs HopMaLmun MoryT GbiTe JoGaBneHbl Apyrine aNemMeHThI.

b AnsTepHaTUBHEIE ANNHBI BONH MOXHO HalTL B cChifKax, Takux Kak Inductively Coupled Plasma Atomic Emission
Spectroscopy, Winge, R.K., Fassel, V.A., Peterson, V.J., and Floyd, M.A., Elsevier, 1985.

¢ Ha ocHoBe gaHHOro MexnabopaTopHoro akcnepmmeHTa. [JaHHbI MeTo MOXHO NPUMEHSTL K APpYriM arnemMeH-
Tam U gnanasoHam KOHLUEHTpaLMWA, HO AaHHbIX MO NPEeLU3NOHHOCTA B 3TOM Cly4Yae He MMeeTCs.

2 HopmaTuBHbIe CChIFIKU

B HacTosAWeM cTaHAapTe UCMONb30BaHbl HOPMATMBHBIE CChINKM HA Cneaylowme ctaHaaptel. Ana aatu-
POBaHHbIX CCbINOK NPUMEHAETCS TONMbKO yKkazaHHOE n3gaHue. [ins HegaTupoBaHHbIX — nocneaHee uigaHue
(BKNOYaA BCE UBMEHEHUS).

ISO 6375, Carbonaceous materials used in the production of aluminium — Cokes pour electrodes —
Sampling (MaTtepuansl yrnepogHsle ans npoussoacTea anomuHusa. Kokc ansa anektpogos. OT6op npob)

ISO 3696:1987, Water for analytical laboratory use — Specification and test methods (Boaa ana na6o-
paTopHOro aHanusa. TexHU4Yeckne yCrnoBua U MeToAbl UCTIbITaHUs)

ISO 3310-1, Test sieves; technical requirements and testing; Part 1: Test sieves of metal wire cloth (Cuta
nabopatopHble. TexHuyeckme TpeboBaHuA 1 ucnbiTaHua. Yactb 1. NlaGopaTopHbie cuTa U3 NPOBONOYHOW TKaHW)

3 TepMuHBI M onpegeneHus

B HacTosiLeM cTaHgapTe NPUMEHEHBI Crneaylowme TEPMUHBI C COOTBETCTBYIOLLIMMKN ONpPeaeneHUaMU;

3.1 kokc HedpTAHOM (petroleum coke): Teepabii, Goratblit yrnepoaom 0CTaTok rnyGokux npespaLLeHui
TsHKENbIX HePTAHBLIX Ppakuui YrneBoa0pOAOB NPU TEPMUYECKON AECTPYKLMMN.

3.2 KOKC KAMEHHOYronbHbIN NekoBbIi (coal-tar pitch coke): TBepabii, GoraTbiii yrnepoaoM ocTaTok,
NONyYeHHbIA NYTEM KOKCOBAHUSA KAMEHHOYIONMbLHOIO Neka.

3.3 obbeauHeHHan npoba (gross sample): icxogHas HegpobneHas penpe3eHTaTMBHAsA YacTb NOCTaB-
KW UMW NapTUK KOKCA.

4 CywHOCTb MeToAaa

UcnbiTyemyio npoby o3onstoT npu temneparype 700 °C.

3ony nnaeAT ¢ GopaTtoM NUTUA, pacnnas PacTBOPSIOT B pas3GasneHHol asoTHon kucnore (HNO;) 1 no-
NyYeHHbIR PacTBOP aHaNU3NPYT METOAO0M aTOMHO-3MUCCUOHHOW CMEKTPOMETPUMN C MHAYKTUBHO CBA3AHHOW
nnasmon, UCNoNb3ya OAHOBPEMEHHOE MMM MOCNEA0BAaTENbHOE MYNLTUINEMEHTHOE ONpeaeneHne 3neMeH-
TOB. PacTeop BBOAAT B CNEKTPOMETP CBOOOAHLIM PACMbINIEHUEM UK C MOMOLLbIO NEPUCTANBTUYECKOTO HACO-
ca (aononHutenbHOE 060opyaoBaHue).

KoHueHTpauumn npuMecen MeTannoB pacCHUTLIBAIOT NyTEM CONOCTABNEHUS UHTEHCUBHOCTU SMUCCUN U3
Npobbl C UHTEHCUBHOCTBIO IMUCCUN CTAaHAAPTOB, UCMNONb3yeMbIX ANs FPaAyUPOBKM.

5 NMomexu

B oTHOWEHUN cnexkTpanbHbIX NOMEX U NPUMEHEHUS NONPABOYHbLIX KO DULMEHTOB ANA UX KOMNEHCA-
uuu cneaylotT pykoBOACTBY NO 3KcnnyaTtaummn u3rotoputens npubopa. [Ana npumeHeHUs NonpaBoK Ha MOMEXM
BCE KOHLEeHTpaLuu AOMKHbI NONaAaTh B NpeABapUTENbHO YCTAHOBIEHHDIN ANA KaXA0ro anemMeHTa AuanasoH
NIMHENHOro OTKIMKA.

2
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MpumMedaHue — CrnekTparbHble MOMEXW BO3HUKAIOT 38 CYET:

a) HanoXeHUs CreKTpanbHOW MUHUM APYroro aleMeHTa,;

b) HepaspeLLEHHOrO HANOXEHNS CNEKTPOB MOMEKYNAPHBIX MOMoc;

) BKaga goHa 13-3a SBMNeHniA HenpepbIBHOCTY U pekoMBMHaLmY,

d) paccesitHHOrO CBETOBOIO M3Ty4eHUs OT JIMHUM UCTyCKaHUs 3reMEHTOB BbICOKOU KOHLEHTpaLMm.

—_ =

Hano)xeHne cnekTpoB MOXXHO KOMMNEHCUPOBATb BBEAEHWEM MOMPaBKM KOMMNbIOTEPOM B HeobpaboTtaH-
Hbl€ AAHHbIE MOCNe MOHUTOPMHIA U U3MEPEHUA MELLIAIOLLETO aneMeHTa. HepaspelueHHoe HanoXXeHue nuHun
TpebyeT BbIOOpa ansTEPHATUBHOW AMUHLI BOMHbLI. KomMneHcaumio hoHa n pacCesHHOro uanyvyeHust 00bIMHO
BbINOMHSIOT BBEAEHWEM MOMPAaBKU Ha (OOH BONU3U NMUHUK aHanNUTa.

dusnyeckme nomexm npeacTaBnaloT cobon apdekThl, CBA3aHHbIE C NPOLECCOM pacrbleHusa 1 nepe-
Hoca npobbl. MI3MeHeHUs BA3KOCTU U NMOBEPXHOCTHOTO HaTSHXKEHWUSA MOTYT NPUBECTM K 3HAYUTENbHbLIM HETOY-
HOCTAIM, 0COBeHHO B mpobax, cogepxalumx 60mnbLIoe KOAMYeCTBO PACTBOPEHHLIX TBEPAbIX BELLECTB UK
KUCNOTbI B BbICOKON KOHLEHTpauuun. Ecnu npucyTcTBylOT OU3NYECKUE NOMEXU, MX HEOBXOAUMO YMEHbLLUUTL
pasbaBneHnem npobbl, NyTEM NPUMEHEHUSI NEPUCTANBTUYECKOrO Hacoca Unu 3a cdeT metoga gobasBneHusi
(BHYTpPEHHMX) cTaHaAapToB. [pyroi npobnemon, KOTopas MOXET BO3HUKHYTb C BOMbLLUMMM KONMYECTBaMU pac-
TBOPEHHbIX TBEPAIX BELLECTB, ABNSAETCA 00pa3oBaHne Conemn Ha HaKOHEYHUKE PaChbINUTENS, KOTOPbIE MOTYT
NOBMUSITb HA CKOPOCTbL MOTOKA a3po30ns U NPUBECTU K Apelidy npubopa. 3Ty npobrnemy MOXXHO KOHTPONuUpo-
BaTb NyTem 00paboTKu aproHOM nepes pacnbieHMeM, UMK NCNOMNb3YS KOMbLEBYIO NPOKNAaAKY HA HAKOHEYHU-
Ke pacnbinutens, unu nytem pasbaeneHusi npoobsbi.

6 Annaparypa

6.1 Becebl C 3arpy3koi cBepxy, C aBTOMaTU4eCKMM TapupoBaHMeM, C guanasoHoM B3BeLumBaHusa o 150,
ofecneunBaroLe B3BELUMBAHUE C TOMHOCTLIO 40 0,0001 r.

6.2 Kepamuyeckasa noagcraBka Ans OxNaxaeHus; NnacTuHbl B 9KCUKATOPE cYMTAlOTCH 9 dEKTUBHBIMU
AN 3TOW Lenu.

6.3 lNMoacraBka gna TUrNs — TPEYroNbHUKM M3 HUXPOMOBOW MPOBOSIOKU.

6.4 MNeun anekTpuyeckue, noaaepxupatoiume temneparypy (700 £ 10) °C u (1000 £ 10) °C n obecneun-
BaoLme obMeH razaoobpasHbix NPOAYKTOB CropaHus 1 Bo3ayxa.

6.5 ATOMHO-9MWCCUOHHBIN CNEKTPOMETP C UHAYKTUBHO CBSI3AHHOW MNa3moi AOMYCKAeTCA NMPUMEHATh
nocneaoBaTenbHO UMY OAHOBPEMEHHO ONpPeaensoLLmMiA CEeKTPOMETP, OCHALLEHHbIA KBApLEBbIM PE30HaTo-
pPOM U reHepaTopoM pagmovacToThl AnA 06pa3oBaHUS U NOAAEPKAHUSA NIA3Mbl.

6.6 MarHuTHble MeLanku ¢ NoNMTeTPachTOPITUNEHOBbLIM MOKPLITUEM, ANMHOW NPUONU3UTENBHO 12 MM.

6.7 HarpeBaTenbHas nnnTka ¢ MarHUTHOW MeLUArnkon.

6.8 lNopenka ¢ NpuHyaAUTENBLHON BO3AYLUHONW TAron Tuna ropenkun Mekepa.

6.9 PacnbinuTtenb; peKOMeHAYeTCs pachnbIinMTeNb BELWECTB C BLICOKMM CoAepkaHmeM TBepaon dasbl.

6.10 MNMepucransTMyeckuin Hacoc.

6.11 MNnaTuHOBaA YalLka BMECTUMOCTbIO OT 50 fo 58 mn, pekomeHayembin Tun Pt Il (Pt cogepxut go
5 % no macce 3onota Au).

6.12 MNnaTtuHoBadA YaLuka BMeCTUMOCTbLIO OT 100 o 200 mn, pekomeHayemblin Tun Pt ll.

6.13 LUunubl ¢ NNaTMHOBLIMU HAKOHEYHUKAMU.

6.14 KonbueBoni WTaTtue, C NOACTaBKOW AN TUMMA.

6.15 Cuta c pasmepom a4eek 0,250 mm 1 0,075 mm no MCO 3310-1.

6.16 NabopatopHasa menbHuUUa ¢ pabounmmn anemeHTamm u3 kapbuaga sonsdpama.

6.17 AnnapaT BakyyMHOro qounbTpOBaHMS.

6.18 dunbTpoBansLHaa Gymara, pasmMepoM noaxoAsiias Ans BaKyyMHOro annapara, Menkonopucras,
nponyckatoLas pacTBop Ha MEAMNEHHOW CKOPOCTH, yaAepXKuBatoLLasa YacTuLbl pasmepom 2,5 MKM.

6.19 YnbTpa3sykoBas BaHHa.

7 PeakTuBbI

B npouecce aHanu3a, eCnu HET MHbIX YKa3aHUid, UCNOMb3YIOT PEAKTUBLI aHANUTUYECKOW YNCTOThI U AUC-
TUNNUPOBAHHYIO UMU A€MUHEPATIM30BAHHYIO BOAY MU BOAY aHANMOTMYHON YUCTOTI.

7.1 Boga, COOTBETCTBYIOLLAA BTOPOMY Knaccy no MCO 3696—1987.

7.2 a3 — aproH, UCnonb3yemeblin 4118 CBapKu.
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7.3 Metabopar nutua (LiB0,), XMMUYECKON YUCTOTbI, MOPOLLIOK, unun TeTpabopat nutua (Li,B40,), xumu-
YEeCKOW YMCTOTbI, MOPOLLOK.

PekomeHayeTcs NpMMEHsITb CMECh, coaepkallyto 66 % metabopara nutus u 34 % terpatoparta nuTus;
UMEIOLLMIACS B NPOAAXKe NPOAYKT U3BECTEH kak Spectromelt A121).

7.4 AsotHas kucnora HNO3 XUMUYEeCKU YucTas, C coaepxaHneM OCHOBHOTO KoMnoHeHTa 65 % no macce.

7.5 PactBop Ne 1 a30THOW KWUCNOThI, NPUrOTOBNEHHLIA pastasneHneMm 400 Mn KOHUEHTPUPOBAHHOW
HNO; (65 % no macce) ao 2000 mn BogO¥.

Mpumedyanmne — MaccoBas 4oMns KOHLEEHTPUPOBaHHON a30THON kncnoTel HNO, cocTaenseT 65 %. Pasbaene-
Hue 400 mn HNO5 (65 % no macce) ao 2000 mn Bogoit AaeT maccosyto Aonto 13 % HNOg nnoTHocTbio 1,072. B pesyne-
TaTe nony4aeTcsa MaccoBas gons 12,1 %.

7.6 PactBop Ne 2, npurotoBrnieHHbli AobaBneHneM pactesopa npobbl U pacTBopa CTaHAAPTHOTO Kade-
crBa. bepyTt HaBecky (20 + 0,1) r 6opata nuTMA B NNATMHOBYIO YaLLKy BMECTUMOCTbIO oT 100 4o 200 mn, no-
MELLAIoT B neyb npu Temneparype 1000 °C Ha 5 MuH, 4TOOLI pacnnaBuTb A0 XMAKOTO COCTOAHUA, U3BNEKAIOT
U3 nevn u oxnaxaaior. MomeLaoT OXNaXAEHHYIO NNAaTMHOBYIO YaLLKy, COAEePXaLUyI0 pacnnaBneHHbIi nepe-
KpUCTannu3oBaHHbIM 6opaTr NUTUS, 1 MarHUTHYIO Mewanky (6.6) B CTEKNAHHbIN CTakaH BMECTUMOCTLIO 2 1.
Ho6aensior 1000 mn pacteopa Ne 1, OCTOPOXHO HarpeBaloT U NepeMeLLnBaloT pacTBop Ha HarpeBaTenbHON
NAnTKE MarHUTHOro cmecutens (6.7), noka 6opar nMTUS NOMHOCTLIO HE pacTeopuTcA. Mocne pacTBopeHUs
M3BNEKAIOT NNATUHOBYIO YALLKY C MOMOLLILIO CTEKISIHHOW Narno4ku.

CMBbIBAIOT CTEHKM YaLLKM M Nanovky BOOM B pacTBop bopaTta nutus. BeICTpO NepeHoCcAT Tennbii pac-
TBOP KOMUYECTBEHHO B MEPHYIO KOOy BMeCTMMOCTbIO 2 1. Pasbaensiot o 1800 mn Boaoii, 4ToObl n3bexarb
Kpucrannusauuu. NepemeLuMBaloT pacTBOP M OXIAXAAIOT 10 KOMHATHOWM TeMnepatypbl. [loBoaaT 40 o6bema
BOAOW, TLATENLHO NepemMeLUMBaloT U (OUNLTPYIOT NOA BaKyyMOM BECb pacTBOp Yepes punstposanbHyto Oy-
mary.

B 50 mn pactBopa Ne 2 coaepxwurcs 0,5 r 6opara nutus u 25 mn pacrsopa Ne 1.

7.7 icxoaHble CTaHAapTHbIE pacTBOPbI: UCMONb3YIOT CEPTUMULIMPOBAHHLIE FOTOBLIE OAHO- UNU MYNLTU-
3MEMEHTHbIE UCXOAHbIe CTaHAAPTHLIE PACTBOPbLI B A30THOW KMCNOTe KOHUeHTpauuen 1000 mkr/mn ansa kax-
[J0ro anemMeHTa.

BHUMAHUWE — YT006bI CBECTN K MUHUMYMY NOTEHUMaNbHOE 3arpsa3HeHue, NNaTMHOBYIO NOCYAY rOTOBAT
kunsuenuem B pasdasneHHon HNO; [5 % HNO; (no oGbemy) nnioc 95 % Boabl (N0 06bemy)] u TuiatensHo
npomeiBatoT BoAoK. Mocne Takoi NepBOHaYanbHOM OYUCTKU NNATUHOBLIE YAk GEpYT YNCTBIMKU LLMMALAMK
C NNaTUHOBLIMWU HAKOHEYHUKAMU W 3aLLUMLLAIOT OT BCEX BO3MOXHbLIX UCTOMHUKOB 3arps3HeHus. AHanoru4yHo
MOIOT KUCIOTOW BCIO CTEKNSAHHYIO NOCYAY, MCNOMb3yeMylo B aHanuse.

8 NMoarotoBka NPoOOLI

Ot6upatot npoby HedpTsAHOTO KOKca B cooTBeTcTBUM ¢ UCO 6375.

8.1 OpobsaT u genar npoby, utobbl nonyuutb nadopaTtopHyto Nnpoby ana aHanusa. Mamens4alor Ao 4ac-
TUL, KOTOPbIe MPOXOAAT YepPe3 CUTO C pasMepoM fveek 0,250 MMm.

8.2 Ha MenbHuue ¢ pabounmu anemeHTamm u3 kapbuga sonbchpama nsmensHalot npumepHo 30 r npea-
CTaBUTENbLHON YacTu Npobbl, npoweawwei yepes cuto 0,250 MM, n nponyckaiot Yepes cuto 0,075 mm. 3Ty
npoby cywiaT A0 MOCTOSIHHOM Macchl Npu Temnepatype ot 110 °C ao 115 °C u xpaHAT B 9Kcukarope, noka
OHa He oxraauTcs u He notpebyerca Ansa aHanu3a. Mpoueaypy CyLKW MOXHO NPONYyCTUTL, ecnu Tpebyercs
HeGonbLUas NpeuM3noHHOCTb. PekomeHayeTcs cyluka 40 NOCTOAHHOW Macchl. B npoTokone HeoGxoauMo yka-
3aTb, 6bina Npoba NpPoCcyLIeHa UMK HET.

Heobxoaumo cneautb, 4Tobbl NpU Noarotoske Npo6 aAns aHanusa, npoweawux vYepes cuto 0,075 mm
U3 nogpeLueTHoro npoaykra cuta 0,250 MM, HE NPOM3OLINO 3arpasHeHnsa Npobbl (NOTEPU UMW YBENUYEHUSA
coaepXXaHnA MeTansnos).

D Spectromelt A12 sBnsieTca NpUMEpPOM NoAXOAALEN NPOAYKLMK, UMeloLLencs B NpoAaxe. 3Ta uHgopmaLms npu-
BeAeHa AnsA yao6cTBa nonb3oBarteneil HaCTosALLEro cTaHfapTa U He NpeanonaraeT o4o6peHNs 3Toro NPoAyKTa co CTopo-
Hbl UCO.

4



FOCT P UCO 14435—2017
9 NMoaroroBka 06opyaoBaHuaA

9.1 ATOMHO-3MUCCUOHHBLINA CNEKTPOMETP C UHOYKTUBHO CBA3aHHOW NNa3Moi

CrneayoT UHCTPYKLMSIM M3rOTOBUTENSA MO JKCMyaraumm aTOMHO-3MUCCUOHHOTO CNIEKTPOMETPA C UHAYK-
TUBHO CBSI3aHHOM NMMNa3MoW.

9.2 MNepucransTMYECKUN HACOC

Mpu UCnonNb30BaHWUM NEPUCTANETUYECKOTO HACOCA B HAYAsE KaX@Ooro AHA paGoTkl KOHTPONUPYIOT TPyG-
KM Hacoca u 3aMeHsIIoT No mepe Heo6xoaumocTu. MpoBepsaIoT CKOPOCTL 3aGopa pacTBoOpa U PErynupyloT 40
HYXHOTO 3HAYEHMS.

9.3 UcTouHuK BO36YKAEHUA MHAYKTUBHO CBA3AHHON NyasMbl

Bkro4aloT UCTOYHMK Nna3mbl Kak MMHMMYM 3a 30 MMH 40 Ha4Yana aHanu3a. PekomeHayeTcs BKNo4aTb
MCTOYHMK Nna3mbl 3a 60 MMH A0 Ha4Yana aHanu3a. Hekotopble usrotoputenu npubopa pekoOMEHAYIOT AaXke
GonbLuMe CPOKK AnA pasorpesa npubopa.

9.4 NMpodunb ANUHbI BOMHbI

Mpodunupylotr AnuHy BOMHLI, UTO TPebyeTcs aAna HopMansHoW pa6oTel npubopa.

9.5 PaGoume napameTpbl

3apaior cooTBeTCTBYIOLME paboune napaMmeTpbl B ¢haine 3agay npubopa ana onpeaeneHus Heooxo-
AUMBIX MEMEHTOB: 3NIeMEHT, ANWMHA BOMHbI, TOUKU NMONPaBku HA POH (He 06A3aTENbHO), NONPABOYHbLIE KO-
a(pPULMEHTBI HA MEXANEMEHTHOe BO3aencTBue (He 005A3arenbHO), BpeMsl MHTErpupoBaHUA U Nonpaska Ha
BHYTPEHHUI CTaHAAapT (He 06s13aTenbHO).

9.6 YyBCTBUTENBLHOCTL, IPAAYMPOBKA U AMANA30HbI KOHLIEHTPaLUM

Kaxkablii aHanMTWK JOIHKEH OnpeaenuTb YyBCTBUTENbHOCTb U NMUHENHBIN AUana3oH rpagyupoBKU CBOETO
npubopa u BbIGPaTh Anana3oHbl KOHLEHTPALUMI ANS CTaHAApTOB, CONOCTaBUMbIE C Npobamu U cnekTpome-
TPOM, Ha KOTOPOM OH paboTtaer. MoxeT notpeboBatbca pasbasneHue npoObl AN onpeaeneHns HeKOTOPbIX
anemeHToB (cM. 10.6).

9.7 nana3soH NIMHEMHOro OTKIMKA

Ounana3oH NUHERHOro oTknuka HEeOBXoAWMO YCTaHOBUTb ANS KaXOOro MCMoSb3yemMoro KOHKPETHOro
npubopa. STO CONPOBOXAETCA BBEAEHUEM MPOMEXYTOYHBIX CTAHAAPTHLIX PACTBOPOB MEXIY XONOCTbIM U
rpagyvpoOBOYHBIM CTaHAAPTHLIMKU PACTBOPAMU U BBEAEHMEM CTaHOapTHbLIX PaCcTBOPOB, cogepalunx Gonee
BbICOKME KOHLIEHTpaLWK, YEM rpaayvMpOBOYHbIA CTaHAAPTHLIA PacTBOP B Mpeaenax AvanasoHa NUHENHOro
OTKNMKa.

10 MpoBeneHue aHanusa

10.1 BepyT HaBecky 5 r ¢ TOUHOCTbIO 40 0,1 Mr NPOCYLLEHHOW UNN HENPOCYLLEHHOW NPOoBbl HEDTAHOTO
KOKCa Ansi aHanusa, npuroToBNeHHOW B COOTBETCTBUM C pasaenomM 8, B NNaTMHOBYIO YaLLKy C STUKETKOW BMe-
CTUMOCTbIO OT 50 o 58 mn.

10.2 MomeLualoT NNaTUHOBYIO YalUKy B XOMOAHYIO My(ENbHYIO Nevb U HarpesaltoT 40 TeMneparypsbl
(700 £ 10) °C, noka BeCb YrnepoaHbIi Matepuan He NPoroput. MepeHoCAT NNaTMHOBYIO YallKy B 3KCUKaTop
U OXNaXXaalT A0 KOMHATHON TeMnepaTypbl. 3anMCbiBAOT MACCy NNATUHOBOW YaLLKK, YTOObLI onpeaennTb 00-
LLYIO Maccy 30kl B npobe.

MpumedaHue — Ecnu obwas macca 305kl B npobe npesbiwaeT 50 Mr, npoleypa 030MeHWs HenpUMeHUMa
(MaccoBast gons sonbl B npoGe Gonee 1 %, cM. pasgen 1). MpUYMHON SToro SBSETCA HEBO3MOXHOCTb pacTBopUTL Bornee
50 mr sonel B 500 Mr pacnnasa 1 nomectute 6onee 500 Mr pacnnaea B MepHyto konby emkocTeio 100 M.

10.3 MNepeBoasT 301y B pacTsop, UCNOMb3YA OAUH U3 CREAYIOLLMX METOA0B:
a) BasewmBaloT Ha aHanuTuyeckux secax (6.1) (0,5 + 0,005) r nopowka 6opara nutusi. PaBHOMEPHO
paccbinaiot 6opart nuTua noeepx 301bl. MCnonb3yoT Wwunubl, YTo0bl NOCTaBUTh MMAATMHOBYIO YaLLKy B My-
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denbHylo neyb npu Temneparype (1000 £ 10) °C Ha 1—2 MUH. C NOMOLLBIO LWUNLOB C NNAaTUHOBbLIMU HaKO-
HEYHUKaMMN OCTOPOXHO MOMELLMBAIOT YaLLKY KPYrOBbIMU ABMXEHUSAMU, YTOOLI pacTBOPUTL 301y B pachnnase.
MpoaomkaloT HarpeBaHne B NeYN B TEYEHUE CrieayoLLmMX 2—3 MUH, NOKA HE NONYHYUTCA NPO3PAYHBINA, YNCTbIN
pacnnas B NNaTUHOBOW YaLlKe.

Ecnu nony4nncs Henpo3padHbii pacnias, 3TO MOXET yKa3blBaTb HA HEAOCTAaTOYHOE NNAaBIEHNE M HA TO,
YTO YaCTb 30Mbl OCTaNach HEPACTBOPEHHOMN HA aTane pacTBopeHus. TpebyeTca NonHoe pacTBOPEHUE 30Mbl.

MonHoe Bpemsi HarpeBaHWsA AOMKHO COCTABUTbL YeTbipe MUHYTHI. ECn pacnnas Harpesarb AOnbLUE,
MOFYT MPOU3OITN NOTEPU HATPUA, €CNN MEHBbLUE, TO YaCTb 30fbl MOXET 0CTaTbCA HEPACTBOPEHHOMN.

b) Ecnu He umeeTca neuvu, nogaepxusatowen temneparypy (1000 £ 10) °C, nnaBneHme MOXHO Bbl-
NOMHWUTL C NOMOLLBIO ropenku Mekepa cneayiowmm o6pasom. MomMeLaoT NNaTUHOBYIO YaLLKy Ha NOACTaBKY
AN TUIMSA, NONOXEHHYIO HA KONbLO LWITATMBA, PACNONOXEHHOE Haa rOPEenkon, U PerynupyioT ra3oBoe nnams ¢
NPUHYAUTENBHON BO3AYLUHOW TAroW (NoaayBoM) Tak, 4tToObl GopaTt nuTua nnaeuncs B Teuenue 30 c.

C noMOLbIO LLMMLOB € NAIATUHOBLIMU HAKOHEYHUKAMN OCTOPOXKHO NEPEMELLMBAIOT COAEPKUMOE YalLl-
KM KPYTOBbIMU ABWXEHUsIMU, 4TOObI pacTBOpUTb 30My. poaomKaloT HarpeBaHme Haj ropernkow B TEYEHUe
2—3 MUWH UM NOKa pacnnae He CTaHEeT NPO3pPaqHbIM.

10.4 [faiot pacnnasy OCTbiTb B Te4eHUe 5—10 MUH. HA KepaMU4eCKOW MOACTaBKE AN OXMAXKAEHUS,
Aobasnsior 25 mn pacteopa Ne 1 1 6bICTPO NOMELLAIOT B YNBTPa3BYKOBYIO BAHHY A0 TEX NOp, Noka pacnnas
MOMHOCTBIO HE pacTBOPUTCA. YTOOLI M36exaTb BbiNaAeHWUA B 0CAA0K rMAPaTUPOBAHHOTO KPEMHE3EMA, AepXkaT
pacrBop npu Temneparype MeHee 50 °C. ECnu HeKOTOpble KOMNOHEHTbI 301bl (HanpuMep, BOAHbIN AUMOKCUA
KPEeMHMs1) BbINaayT B 0CaA0K, aHanu3 nosToPSIOT.

10.5 N3BnekaioT Yaluky U3 ynsrpasBykoBOM BaHHbI, NEPEHOCAT PacTBOP B MEPHYIO KONOy BMECTUMOCTbIO
100 Mn, CNONackuBaloT YaLlKy BOAON B Ty e Konody, 40BOAAT 40 00bema BOION M TLIATENbHO NEPEMELLUBAIOT.

10.6 MNpoeoanaT TpebGyemoe pa3seaeHune pacreopa Ne 2, pazbaensia Bogon B nponopuuum 1:1.

10.7 FoTOBAT KANMOPOBOYHbLIN CTAHAAPTHLIN pacTBOp, Ucnonb3yst 50 mn pacreopa Ne 2 Ha 100 mn nnoc
HeobX0AMMbIi 06bEM UCXOAHBIX CTAHAAPTHBIX PacTBOpoB. Pa3basnsaioT BOAOMN.

MpumMeyvyaHune — PacTBopbl cTaHAapToB U Npobbl ANA aHanu3a xenaTenbHO UMETb NoAobHOro cocTasa, YTobbI
MWHUMU3NpOBaTb NOrpeLUHOCTU 3a CHET BITUAHUA MaTpuUl.

10.8 KanuBpyloT aTOMHO-3MUCCUOHHbIA CNEKTPOMETP C MHAYKTUBHO CBSI3AHHOW MyiasmMoi, UCMONb3yA
rpagyMpoOBOYHbINM CTaHAAPTHBIA PAcTBOP, NPUrOTOBIEHHbIN NO 10.7 B COOTBETCTBUU C PEKOMEHAALMAMU U3-
rOTOBUTENA.

10.9 OnpeaensitoT KOHUEHTPaUMIO KaXA0ro MeTanna B aHanM3upyemom pacreope.

11 Pacuer

PaccuuTbiBalOT MaccoBylo AOMI0 KaXA0ro Metanna B npo6e, BbIPAXEHHYIO B MI/Kr (MK B NPOLEHTAX,
ecnu YMHOXuTb Ha 10000):

wl-=._._, (1)

rae w; — maccoBast 0N UCKOMOro MeTanna, Mr/kr;
p; — KOHLIEHTpaLMA METaNnNa B aHanu3Mpyemom pacTeope, Mr/n;
V — obvem pactBopa npobbl, M5,
m — macca npobbl, T;

V. xoacbdmument pasbasnenns (npu MCnonb3oBaHMM pasBaBNEHHOrO aHANM3MPYEMOro pacTeopa,
Vo  uTOGbl AOBECTH KOHLIEHTPALMU METANOB A0 ANANAa30Ha KOHLEHTPaLMi CTaHAAPTHbIX PaCTBOPOB;

V; — KOHeuHbIli 00bem pa3baBneHHOro pacteopa npoGel, Mn;
Vp — HavanbHbIii 06bemM pacTsopa npoGbl, M.
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12 MpoToKon ncnbITaHUN

MNpOoTOKON UCNbLITAHWUIA AOIMKEH BKMKOYATL CEeAyoLLyio MHOpMaLmIO:

a) aertanu, Heobxoaumble ANA naeHTUuKaLuum aHanM3aupyeMoro marepuana;

b) CCbINKy Ha HACTOAALLMI CTaHAapT;

C) BUJ UCMOIb30BaHHOMN NPOoOGbl (NpeABapUTENbLHO BbICYLLEHHASA UMK HE BbICYLLEHHAS);

d) MaccoBylo AOMIO KAXKAOr0 9NEMEHTa, BbIPAXXEHHYIO B MI/Kr unu B npoueHTax no macce (1000 mr/kr =
=0,1 %);

€) BCce HeoOblYHbIe ABNEHMA, Habnogaemble B NpoLiecce aHanu3a;

f) AaTy BLINONHEHMA aHanu3a.

13 MNpeun3noHHOCTb U CMeLeHue AriA aHanM3a BbICYLWEeHHOW NPoobi

MpeunsmoHHOCTbL AAHHOro MeToAa onpeaeneHa cornacHo ACTM E 691.
MoBTOPSIEMOCTL U BOCNPOM3BOAUMOCTL NPUBEAEHLI B Tabnuue 2.

Tabnuya 2 — MoBTOPAEMOCTL U BOCNPOM3BOAUMOCTb

SneMeHT MoBTOpsieMOCTL BocnpoussoguMocts
AnOMUHMIA 0,32 wp 23 0,92 wp 23
Bapwit 0,19 wg?3 0,71 wg?3
Kanbuuit 7,2 20,8
>Kereso 1,66 we, 12 3,77 wg, 12
MarHuit 0,21 wyg?? 0,61 w3
Maprarey 0,042(wy,,, + 2,55) 0,34(wy, + 2,55)
Hukenb 0,52 w23 0,96 wy; 23
KpeMHwii 0,71(wg; + 4,80) 0,20(wg; + 4,80)
Hatpuii 1,04 wy, 2 3,52 wy, 12
TuTaH 0,75 1,16
BaHaguit 0,20 w34 0,35 w, ¥4
LinHk 1,07 wyz, V3 2,20 wy, 13
Mpumevanne — wa23 wa?3 .. — cpeHee 3HaueHNe ABYX Pe3yNLTaTOB, MI/K.
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Mpunoxexnue JA
(cnpaBouHoe)

CBeaeHUs 0 COOTBETCTBUM CCbINTOYHbIX MeXOYHAapPOOHbIX CTAHOAPTOB
HaUuUOHaAJIbHbIM CTaHOAapPTaM

Tabnunya OA1

OBo3Ha4eHNe CCbINTIOYHOro CTeneHb OBo03HavyeHe U HauMeHOBaHWe COOTBETCTBYHLLEro
MeXayHapoaHoro ctTaHgapTa COOTBETCTBUA HalUWoHanbHOro ctaHgapTa
ISO 6375 IDT MOCT P UCO 6375—2015 «MaTepuansl yrnepogHsle AN NpousBoj-
cTBa anomMunus. Koke ansa snekrpogos. Ot6op npob»
ISO 3696:1987 MOD FOCT P 52501—2005 (MCO 3696:1987) «Boga ana nabopaTtopHoro
aHanmsa. TexHu4eckne ycroBusa»
SO 3310-1 MOD FOCT P 51568—99 (MCO 3310-1—90) «Cwuta nabopaTopHble 13

MeTanmn4eckoin I'IpOBOJ'IO‘-lHOVI CETKU. TexHU4eckne ycnoBuaA»

BETCTBUA CTaHOapToOB!

- IDT — naeHTUYHble cTaHbapThl;
- MOD — moguduumpoBaHHble cTaHAapTbl.

il pnMmedaHhne — B HaCTOHLLleVI Ta6n|/|qe ncnosib3oBaHbl crnefyrouime yCrnoBHble 0603Ha4YeHUs CTeMNeHn CooT-




(1

(2]

(3]

[4]
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Method (CTaHaapTHas npakTuka nposefeHns MexnabopaTopHOro SKCnepuMeHTa no onpege-
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