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Mpeavcnosue

Llenu n npuHumnbl ctangaptusaumm B Poccuiickoint defepaummn yctaHoBneHsl deaepansHbiM 3aKOHOM
oT 27 gekabps 2002 r. Ne 184-d3 «O TexHU4eckoM perynvpoBaHnmy, a npasuia NpUuMeHeHUs HaunoHanbHbIX
ctangapTtoB Poccuiickoin depgepaumn — FOCT P 1.0—2004 «CtaHgapTusauus B Poccuiickoit ®eaepaumn.
OCHOBHbIE NONOXEHUA»

CeefieHUs o cTaHgapTe

1 MOArOTOBIIEH ®egepanbHbiM rocy4apCTBEHHBIM YHATAPHBIM npeanpusitueM «MHCTUTYT roprounx
NcKoNaeMbIX — Hay4YHO-TEXHUYECKWI LIeHTP MO KOMMNeKCHo nepepaboTke TBEpAbIX rOpHOYUX UCKONaeMbIX»
(PIYM «MM») Ha ocHoBe coBCTBEHHOrO ayTEHTUYHOTO NepeBoda Ha PYCCKUA SI3bIK CTaHAapTa, ykazaHHOro B
nyHkTe 4

2 BHECEH TexHu4yeckum komuTeToM no craHaapTusauum TK 179 «TBepaoe MuHepansHoe TONNBO»

3 YTBEPX>XIAEH W BBEJEH B JEVICTBME Mpukasom deaepansHOro areHTcTBa Mo TeXHUYeckomy pe-
rynMpoBaHuto u meTponorun ot 23 gekabpsa 2010 r. Ne 1036-ct

4 Hacrosiwuid ctaHgapT siBAsieTcs MOANMULMPOBAHHBIM MO OTHOLLEHUIO K HALMOHanNbHOMY cTaHaapTy
ASTM D 6349—2008 «CtaHgapTHeIN MeTOA onpeaesieHusl Makpo- U MUKPOSIIEMEHTOB B yrie, KoKce U TBep-
AbIX ocTaTkax OT CXKUraHWs yrisi 1 Kokca MeToAO0M aTOMHO-3MUCCUOHHON CNEKTPOMETPUU C UHAYKTUBHO CBSI-
3aHHoi nnasmoi» (ASTM D 6349—2008 «Standard Test Method for Determination of Major and Minor
Elements in Coal, Coke, and Solid Residues from Combustion of Coal and Coke by Inductively Coupled
Plasma — Atomic Emission Spectrometry») nyTeM BHeCEeHUs1 TEXHUYECKUX OTKITOHEHUI, 06 bACHEHWUE KOTOPbIX
npvBeaeHo BO BBeAEHWM K HACTOSILLEMY CTaHaapTy

5 BBEJAEH BMEPBbIE

UHpopmauus 06 usMeHeHUsIX K HacmosiweMy cmaHdapmy rybnukyemcs 8 exe200Ho u30agaeMoM UH-
hopmayoHHOM ykazamene «HayuoHanbHble cmaHlapmel», @ MeKCm USMEHeHUU U NornpasgoK — 8 exXeMe-
CAYHO U3BasaeMbix UHGHOPMaUUOHHbLIX yKasamensix «HauyuoHansHele cmaHdapmei». B criyyae nepecmMompa
(3aMeHbl) unu ommeHsl Hacmosileao cmarOapma coomeemcemsyroujee yesedomreHue 6ydem ornybnukosaHo
8 EXXeMECSIYHO U30asaeMoM UHhOpMaUUOHHOM yKaszamene «HayuorarnsHbie cmaHOapmbl». Coomeemcemey-
rowas UHgopMauusi, yeeOoMieHUe U MeKCMbl pasmMewaromest makxxe 8 UHghopmaluoHHoU cucmeme obujezo
r10/1b308aHUsT — Ha oghuyuansHoM calime @edepanbHo20 azeHMCmea o MexXHUYECKOMY pe2yniupo8aHuio u
Memporoauu 8 cemu IHmepHem

© CraHgapTuHdopm, 2012

HacToswwuit ctaHaapT He MOXXeT BbITb MOMHOCTLIO UMK YaCTUMHO BOCMPOU3BEAEH, TUPaXNPoBaH 1 pac-
MpocTpaHeH B kadecTBe odu1LmMansHoro nsgaHnsa 6es paspeluerins degepansHoro areHTCTa Mo TeXHUYEcKo-
MY perynmpoBaHuio U MeTposiorim
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BBeaeHue

B HacToAwmMin cTaHaapT BKAKOYEHbl AOMOMHUTENbHBIE MO OTHOLUEHUIO K HaLWUOHANbHOMY CTaHAapTy
ASTM D 6349—2008 TpeboBaHusi, oTpaxatLume noTpebHoCTN HauuoHanbHon akoHoMuku Poccuitckoin depe-
pauun, U NpU ero COCTaBEHUN Y4TeHbl 0COBEHHOCTU U3NOXEHUA HAaLMOHaNbHbLIX POCCUIACKMX CTaHAapTOB, a
WMEHHO:

- B oBnacTb pacnpocTpaHeH A BKMoYeHbl BCe BUAbLI TBEPAOrO MUHEPAarbHOMO TOMMMBA;

- apbuTpaxHbIM METOAOM OnpeaeneHns XUMUYecKoro coctaBa 3onbl isnsietcs metoa no FOCT 10538;

- B oTAenNbHble pasaenbl BoigeneHbl «7 Kanubposka npubopar», «12 KoHTponb 3a Ka4ecTBOM aHanu-
30B», «15 MpoTokon ncnbiTaHUny;

- pasgen ASTM D 6349—2008 «6 Annapatypa» pasgeneH Ha pasgenbl «5 ObopygoBaHue» u «6
AnnapaTtypan;

- B pasgene «6 AnnapaTtypa» cobpaHbl onucaHue, npuHuun pabotsl CI-cnektpomeTpa u cakTopbl,
MeLlaoLLme usmepeHnam, us pasaenos 3, 5 n 6 ASTM D 6349—2008;

- B pasgene «7 Kanubpoeka npubopa» cobpaHbl cnocobbl NpUroToBneHus KanMbpoBOYHbIX PacTBOPOB,
pacTBopa Anga pasbaeneHus, pacTBopa X0onocToro onbita A5 KanMbpoBKX U MPUHLMMEI NOCTPOEHUSA Kanubpo-
BOYHbIX rpacpukoB u3 nyHkTos 7.10, 7.11, 10.3.3, 11.2.2 ASTM D 6349—2008;

- MpuBeaeH nepeveHb CChINTOYHBIX MEXIOCYapCTBEHHBIX U HAaLMOHambHBLIX CTaHAAPTOB, UCMOMNb30BaH-
HbIX MPY MOAMMLMPOBAHUN TEKCTa CTaHAapTa; CTaHAAapPThLl Ha peakTusbl U nocyay (pasaensl 4, 5) yTouHAT
TpeGoBaHWA K peakTuBam, NONMMEPHON Tape, NNaTUHOBOW U CTEKISIHHOW nocyae;

- 13 pasgena 10 UcknoYeH anbTepHaTUBHBIA cnocob cnnaBneHus 3o0Mbl B NiameHn ropenku Mekepa,
T. K. B OTeYEeCTBEHHOW NabopaTopHOM NpakTuke cniaBneHne NpoBodAT B MyderbHbIX nevax, a ropenku Meke-
pa He UCMONb3YIoT;

- B cootBeTcTBUMM ¢ TOCT 1022 nameHeHa TemnepaTypa 030JIEHUS TBEPALIX FOPIOYMX UCKONaeMbIX C
750 °C Ha (815 + 10) °C.

B tekcte ASTM D 6349—2008 (nogpasgen 10.1) ykaszaHo, 4To NnpuseAeHHbIE B CTaHAAPTE KOHLUEH-
Tpauun 1 NPonopLUM peareHTOB 1 PacTBOPOB OTHOCATCA K aHanuay yrnen B CWA. MNpwu gpyrom coctase
3001bl yriein moxeT noTpeboBaTbCA BHECEHWE U3MEeHEeHUI B MeTOANKY UCTIbITaHUS. B cooTBeTCTBUM C 3TUM
B TEKCT HacToslLlero cTaHAapTa BBe4eHo npuMeYdaHme 2 K pasgeny 3, cornacHo KoTopomy gonyckaeTcs ca-
MOCTOSITeNbHOCTL B paboTe aHanunTMKa Npuy Beioope HeobXoaNMbIX KOHLIEHTpauuin U NpoBeAeHUun oTAeNb-
HbIX onepaLun.

YKazaHHble 4onoNHUTENbHbIe TPeboBaHNs Bbl4eNeHbl KYpCUBOM.
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HAUMWOHANBbHBIW CTAHOAPT POCCUUCKOW ®EOQEPALMUMN

Tonnuso TBepAaoe MUHepanbHoe

ONPEOENEHUE XUMWYECKOIO COCTABA 30flbl METOJOM ATOMHO-3MUCCUOHHOMN
CMNEKTPOMETPUM C UHOYKTUBHO CBSA3AHHOW MNNA3MOM

Solid mineral fuels. Determination of chemical composition of ash by method of atomic emission spectrometry with
inductively coupled plasma

Data BBegenna — 2012—07—01

1 O6nacTtb NpUMeHeHunA

1.1 Hactosawmia ctaHaapTt pacnpocTpaHaeTcs Ha KaMeHHble U bypble yrnu, iuzHUmsl, aHmpayumel, 20-
proque criaHybl, KOKC, mopg, bpukemsi, npodykmsi obozauwieHus, nepepabomku u cxuaaHusi meepdoz20 mori-
nuea, ekmwo4asi 307y yHoca (Oarlee — mornnueo meepdoe MUHepanbHOe) W ycTaHaBnuBaeT MeTofq
ornpeaeneHnsa XMMUYecKoro cocrasa 30Mbl TBEpAOro ToMmMBa NyTeM aTOMHO-3MUCCUOHHON CNIEKTPOMETPUM C
WHAYKTUBHO CBSI3aHHOWN NNasMoun.

Moa XMMUYecKMM COCTaBOM 30Mbl TBEPAOro MUHepasibHOro TOMMMBa MOHUMALOT coaepikaHue B 3051e
OCHOBHbIX OIHHAALATU 3NIEMEHTOB B NepecHeTe Ha OKCUAbLI KPEMHUS, allOMUHUS, XXenesa, KarnbLus, MarHus,
TUTaHa, pocopa, mapraHua, Kanus, HaTpus U cepbl. B HacTosiLem cTaHgapTe B cocTaBe 3011kl 4OMOSHUTENb-
HO onpeaensioT ABa MUKpoaneMeHTa: 6apuin U CTPOHLWIA

lpu onpedeneHuu xumMu4deckozo cocmasa 30ibi apbumpaxHbIMU A60MCcA Memodbl XUMUYECKO20
aHanusa, pearnameHmuposaHHeie 8 FTOCT 10538.

Xumudeckuii cocmae cmarOapmHbix 0bpa3yoe cocmaesa 3051 meepdo20 monnuea onpedensm XumMu-
yeckumu memodamu no NOCT 10538.

2 HopmaTuBHbIe CCbINKKU

B HacTosileM cTangapTe UCMonb3oBaHbl HOPMATUBHbBIE CCLINIKW Ha cneaylowme ctaHaapThl:

FOCT P MCO 5725-6—2002 ToyHoCMb (NpasuiibHOCMb U peyu3toHHOCMb) MemModo8 U pesybma-
moe usmepeHrul. Yacme 6. Ucrionb3oearHue sHavyeHul moyHocmu Ha rpakmuke (MCO 5725-6:1994, IDT)

FOCT P 51568—99 Cuma nabopamopHble u3 Memaru4eckol rnpoeosiodHoll cemku. TexHu4Yeckue
yenosusi (MCO 3310-1:1990, MOD)

rFOCT P 51760—2001 Tapa nompebumenbckas ronumMepHas. Obuwjue mexHu4ecKue ycrnosus

FOCT P 52501—2005 Boda onga nabopamopHozo aHanu3a. TexHudeckue ycrnosusi (MCO 3696:1987,
MOD)

FOCT P 52917—2008 Tonnuso meepdoe MuHepasibsHoe. Memodsi onpedeneHus enazu 6 aHanumuyec-
kol npobe (MCO 11722:1999, MCO 5068-2:2007, MOD)

FOCT 1770—74 (UCO 1042—83, MICO 4788—80) lNocyda mepHasi nabopamopHasi cmeknsHHas. Liu-
TIUHOPBI, MEH3YPKU, KoMbbl, Mpobupku. Obuwue mexHudeckue ycriosusi

IFOCT 3118—77 Peakmussi. Kucnoma consaHas. TexHu4eckue yciosust

FOCT 4461—77 Peakmussi. Kucrioma azomHas. TexHu4eckue ycnosust

F'OCT 6563—75 U30enus mexHuveckue U3 61a2opodHbIX Memarnios U criaeos. TexHuyeckue ycro-
sust

FOCT 6709—72 Boda ducmunnuposaxHasl. TexHuveckue ycrnosusi

FOCT 9656—75 Peakmusnbi. Kucnoma bopHas. TexHu4eckue ycrosusi

WUspauwme opmumnansHoe
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FOCT 10484—78 Peakmusbl. Kucrioma ¢omopucmosodopodHasi. TexHudeckue ycrosus

FOCT 10538—87 Tonnueo meepdoe. Memodsi onpedesieHUs1 XUMUYECKO20 cocmasa 3071kl

FOCT 10742—71 Yanu 6ypble, KaMeHHbIe, aHmpauum, 20piodue CiiaHubl U y20ibHble 6pukemsi. Me-
modei ombopa u nodzomoeku npob dnst nabopamopHbIX UcrbimaHuli

FOCT 10929—76 Peakmuesl. BoOGopoda rnepokcud. TexHudeckue ycrosust

FOCT 11022—95 Tonnuseo meepdoe MuHepanbHoe. Memodbl onpedeneHust 3onsHocmu (MCO
1171:1997, MOD)

FOCT 11303—75 Topg u npodykmel e20 nepepabomku. Memod npu2omosneHuUsi aHallumu4ecKux
npob

FOCT 11305—83 Topgh. Memodsi onpedeneHusi enazu

FOCT 11306—83 Topg u npodykmsi e20 nepepabomku. Memodsi onpedeneHusi 30f1LbHOCMU

FOCT 13867—68 Npodykmbi xumudyeckue. Obo3HauyeHue 4ucmomsi

FOCT 23083—78 Kokc kaMeHHOY201bHbI, nekoabil u mepMoaHmpauum. Memoobl ombopa u rnodzo-
mosku npob dns ucribimaHull

TOCT 24104—2001* Becbi nabopamopHsie. Obujue mexHudeckue mpebosaHusi

FOCT 25336—82 lNocyda u obopydosaHue nabopamopHbie cmekK/isiHHbIe. Turbl, OCHO8HbIE napamem-
PbI U pasmepsl

FOCT 27313—95 Tonnueo meepdoe muHepansHoe. Ob6o3HavyeHue riokazamerset kayecmea u ¢popmy-
Jibl nepecyema pesynbmamos aHanu3sa 01 pasnuyHblx cocmosHut monnuea (MCO 1170:1977, MOD)

FOCT 27589—91 Kokc. MemoO onpedeneHus enazu 8 aHanumudeckol npobe (MCO 687:1974, IDT)

I1p ume yaHue—lNpu nonb3oeaHuu HacMosWUM cmaHdapmom yenecoobpasHo nposepums Gelicmaue ccbl-
1104HBIX cmandapmos 8 UHhopMayUoHHOU cucmeme obuezo nonL308aHus — Ha ohuyuansHom catime ®edeparbHoz20
a2eHmemea o MexHU4ecKoMy pe2ynupo8aHuro U Memporsoauu 6 cemu VMinmepHem unu ro exe2o0HO uz0asaeMoMy UH-
popmayuoHHoMy yKazamernio «HayuoHaneHbie cmaHOapmel», KOMopsbIl onybnuKoeaH No COCMOAHUIO Ha 1 sHBapsi MeKy-
wezo 2o0a, u 1o cOOMBemMCMaYIOWUM eXeMEeCYHO u30asaemMbiM UHGDOPMAUUOHHBIM yKa3amensam, onybrnuKosaHHbIM 6
mekyuem 208y. Ecnu cceinoydtbili cmaHdapm 3amMeHeH (U3MeHeH), Mo rpu ronb308aHUU HACMOSWUM CMaHOapmoM crie-
Gyem pykosodcmeosamsCst SaMEHSIOWUM (USMEHEHHbIM) craHnBapmom. Ecnu cebinoynsili cmanGapm ommereH 6e3 3a-
MEHBI, MO 10710XKeHUe, 8 KOMOPOM OaHa CChIfIKa Ha Hee2o, MPUMEHSeMCcs 8 Yacmu, He 3ampaausaroweli 9my CCbikKy.

3 CywHocTb MeTopa

AHanuaupyemyto npoby o3onsioT. 3ony cnnaBnsioT ¢ COOTBETCTBYIOLLMM peareHToM, a 3aTeM nraBs pac-
TBOPAOT B pasbaBneHHOM pacTBope KWACMOTbl. AnbTepHaTUMBHBIA croco6 pasnoxeHus 30s5bl — obpaboTka
CMecbto (pTOPUCTOBOOOPOAHON, a30THOW N CONSAHOM KUCnoT. B nonyyeHHOM pacTBope NpoBOAAT onpeaene-
HUAEe 3eMeHTOB MeToadOoM aTOMHO-3MUCCUOHHON cnekTpoMeTpun € UHAOYKTUBHO CBSI3aHHOM NNasMon
(nanee — metog NCIM — AJC).

B Tabnuue 1 nepeyncneHsbl 3neMeHThl, onpeaensieMble gaHHbIM METOAO0M, U ANUHbI BOJH, COOTBETCTBY-
oLMe pekoMeHa0BaHHbIM 411 USMEPEHUA UHTEHCUBHOCTU CNEKTPanbHbIM NMHUSAM. B Tabnuue 2 npvBeaeHbl
3aneMeHTbl, MellaloLue onpeaeneHuio Npu ANnHax BOMH, pekoMeHaoBaHHbIX B Tabnuue 1. [laHHble Tabnuupl 2
NUCMNOMb3YIOT Ansi OLIEHKU BO3MOXHOCTU BO3HUKHOBEHWUSA CNeKTpanbHbIX NoMex. C 3TOM Lienbio NpUHUMAIOT [0-
nyLweHne, 4YTo UMeeTCsl IMHeNHas 3aBUCUMOCTb MeXay KOHLUEHTpaLUnen semMmeHTa U MHTEHCUBHOCTLIO aHanu-
TUYECKOW CneKTpanbHOW NMHUK KakK AnA onpeaenseMblX, Tak 1 AMA MeLlalowmnx 311eMeHToB.

MpumevaHwnsn

1 Xumunuecknin cocTae 30rbl, NONYYEHHON B CTAHAAPTHLIX YCNOBUSAX onpeaenenusi sonbHoctu no FOCT 11022, oT-
nu4aeTcsi OT cOCTaBa MUHEpPArbHON MaCChl UCXOAHOIO TONMUBA, COCTaBa 30Mbl YHOCA U COCTaBa TBEP/bIX OCTATKOB CXUra-
HUS1 TOMJIMB B NMPOMBILLIIEHHBIX YCITOBUSIX.

2 B HacTosileMm cTaHgapTe AONYyCKaeTcs CaMOCTOATENbHOE NPoBeAEHNe aHaNUTUKOM HEKOTOpPbIX onepauun. Han-
pumep, npu ocBoeHnn metoga UCTT-cnekTpoMeTpun aHannTUK AOMKEH CaMOCTOATENBHO ONpeaenuTh YyBCTBUTENBHOCTL
MCrornb3yemMoro UM npubopa, nuHerHyo obnacte KanuGpoBOYHON KPUBOW, NOAO6pPaTh KOHLEHTpauMM KanmbpoBOYHbIX
pacTBOpOB, COOTBETCTBYIOLLME XapakTepucTukam npubopa n 6nm3kne K cogepxaHnio 3NeMeHToB B aHaNU3npyembix Npo-
6ax.

3 Xumuuecknit cocTas 30I1bl B 3HA4YMTENbHOW CTENEHN onpeaensaeT Beibop cnocoboB CxXuraHus TBepabiX TOMIMB 1
yOaneHus LWakoB.

* C 1 snBaps 2010r. gevictyet FOCT P 53228—2008 B 4acTv BHOBb paspabaTtbiBaeMbIX U MOAEPHU3NPYEMBIX BE-
coB; ¢ 1 suBapsi 2013 r. — B yacTu BecoB, paspaboTaHHbix Ao 1 sHBaps 2010 .
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Tabnuuya 1— PekomeHayeMble ANMHbI BONH aHAaNUTUYECKUX NIUHUI 3NEMEHTOB, onpeaensemblXx MeToaoM
NCIM-A3C

3nemeHT [OnuHa BONHbI, HM
Kpemnuni 212,412; 288,16; 251,611
AnioMmHMin 396,152; 256,80; 308,215; 309,271
XKeneso 259,940; 271,44; 238,204
Kanbuwui 317,93; 315,887, 364,44; 422,67
Marxui 279,553; 279,08; 285,21; 277,983
Tutan 337,280; 350,50; 334,941
docop 178,287; 214,900
Kanun 766,491; 769,896
Hatpui 588,995; 589,592
Cepa 182,04
Mapraney 257,610; 294,92; 293,31; 293,93
Bbapwun 455,403; 493,41; 233,53
CTpoHummn 421,55

Ta6nwunua 2— OTKIOHEHUsI OT UCTUHHbLIX KOHLEHTPAUNUN onpeaensieMbIX SrIEMEeHTOB (Mr/,qm3), BO3HMKAlOLWLME B NPU-
CYTCTBMM MELLAIoLIMX 3reMeHTOB B Konuyectee 100 Mr/,qM3

Mewatownn snemeHT

Onpepensiembii | invHa BONHLI,

ANeMEeHT HM

Al Ca Fe Mg Mn Ti

AntoMrHMn 308,215 — — — — 0,21 —
Bapui 455,103 — — — — — —
Kanbumn 317,933 — — 0,01 0,01 0,04 0,03
Keneso 259,940 — — — — 0,12 —
Marnun 279,079 — 0,02 0,13 — 0,25 0,07
MapraHeu 257,610 0,005 — 0,002 0,002 — —
KpemHui 288,148 — — — — — —
Hatpui 588,995 — — — — — 0,08

Mpumeyanune—Tupe «—» o603Ha4aeT, UTO MELLAKOLWErNO BMMSHUS HEe OGHapYXXeHO aaxe Npu criefyowmx
KOHUEHTpaumnsiX aNemMeHTOB, BBEAEHHbLIX B kadecTBe Mewawwwx: Al, Ca, Fe = 1000 mr/gm”, Mn = 200 mrigm®,
Mg = 100 mr/om°.

4 PeaktuBbl

Mpun npoBedeHUM UCMIbITAHWIA criedyeT UCNOMb30BaTb XUMUYECKUE PEeaKTUBLI, CTEMEeHb YACTOThI KOTOPBIX
He HXe Y. a. a. no MOCT 13867.

4.1 Bopga 2- ctenenun ynctoTel no FOCT P 52501. OuctunnuposarHyto sogy no FTOCT 6709 gsaxabl ne-
PEroHsIIoT B annapaType U3 KBapLEeBOro cTekrna uiun noasepraroT 4eUoHUsaumn.

B cootBeTcTBUM C TpeboaHusimu FTOCT P 52501 Body 2-i CTEMEHN YACTOThI XpaHAT B repMeTUYEeCcKU 3a-
KpbITOM Tape 13 NonMaTuieHa BbICOKOro AaBneHns unu nonunponunera no MOCT P 51760.

4.2 Kucnota consiHas (HCI), koHUeHTpupoBaHHas, NioTHOCTLIO pyy = 1,19 r/em3 no TOCT 3118.

4.3 Kucnota consiHas, pactsop 1:1.

4.4 Kucnota dropuctosogopoaHasa (HF), KOHLeEHTpMpoBaHHasA, MMAOTHOCTBIO py, = 1,17 rlem® no
rOCT 10484.

4.5 Kucnota asotHast (HNO;), KOHLEHTPUPOBaHHas, MIOTHOCTBLIO pyg = 1,42 r/cmS o FOCT 4461.

4.6 Kucnota asoTHas, pacTeop 5:95.

50 cm® azoTHOM kcnoThl (4.5) pasGarnatoT Bogon (4.1) o 1 ams.

4.7 Cwmecb KncrnoT consHom n dotopuctoBogopoaHon 70:30.

CwmelumBaloT ceMb 06bEMOB COMAHON KNCMOThI (4.2) U Tpu obbema HhTopUCTOBOAOPOAHOM KACNOTHI (4.4).

4.8 Llapckas Bogka, pacTBOP CBEXEMPUIrOTOBNEHHbINA.

CMewwmBaroT oauH 06bem asoTHOWM KUCnoThl (4.5) U Tpu ob6bema conaHoW KucnoThl (4.2) u gobasnstoT
0AvH 06beM Boabl (4.1). PacTBop XpaHeHWo He NOANEXNT.

4.9 Kucnota 6opHas (H;BO,) no MOCT 9656.

4.10 Kucnorta 6opHas, pactsop ¢ MaccoBon gonen 1,5 %.
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4.11 Bogopoaa nepokecug no MOCT 10929, pacTtBop ¢ o6bemHoi gonein 30 %.

4.12 PeareHTbl AN cnnaenexHna: nutus Tetpabopar, Li,B,O, - 5H,0, unu cMmeck nutusa Tetpabopara u
nuTna metaboparta 6easoaHoro (LIBO,) B cooTHoweHum 1:4.

4.13 Nutni noguctoiid (Lil - 3H,0), cMaumnBatoLniA peareHT.

4.14 OcHoBHble cTaHOApTHbIE PacTBOPbI — PacTBOPbLI OMNpeAensieMblX 3MeMEHTOB KOHLUEeHTpauunen
1000 mkr/cm3. PacTBopbl NPUroTaBAMBAOT M3 METAINIOB UMM UX COMeit, coaepXalimx He meHee 99,999 %
OCHOBHOrO BellecTBa. B3selumBaHna NnponssoaaT Ha Becax (5.1).

AnbTepHaTMBHO WCMONb3YIOT OCHOBHbIE CTaHAapTHblE PACTBOPbI, BbiNyCKaeMble NPOMBIWIEHHOCTBIO
ana metoga WCM — ASC.

OcCHOBHbIEe CTaHAAPTHBIE PAaCTBOPLI UCNOMb3YOT A1 MPUTOTOBAEHUA FPagyUpOBOYHbIX pacTBopos (7.1).

4.15 BHyTpeHHWe CTaHAapTHbIE PacTBOPbI — PacTBOPbI ANIEMEHTOB, He 0BHapPYXeHHbIX B aHann3upye-
MbIX Npobax B 3HaUMTESbHBIX KOMMYECTBaX, Hanpumep, ckaHaus (Sc), nttpua (Y), urausa (In) nnu apyrux me-
Tannos. KoHUeHTpauus BHYTPeHHUX cTaHaapTHLIX pacTBopoB 1000 mkr/cm3. PacTBopbl NPUroTaenueaioT us
OKCMAOB UMUK Conen MeTansoB, coflepXawux He meHee 99,999 % ocHoBHOro BellecTBa. BagelwumsaHus npons-
BOAAT Ha Becax (5.1).

Mpumep NpUroToBNEHUA BHYTPEHHEro CTaHAapTHOIo pacTBopa ckaHauA.

4.15.1 Ckangua okeug (lll), Sc,0,4, oc. u.

4.15.2 PacTtBop ckaHausa KoHUeHTpaumein 1000 mMkr/cm3,

1,534 r okenaa ckanans (4.15.1) pacTBOpPSIIOT NpU HarpesaHWK B LLapcKoi Boake (4.8), pacTsop ynapusaioT
aocyxa. OcTatok cmaumsatoT 50 cm3 Boab! (4.1), nobasnsatoT 100 cm3 pacTeopa consAHo KUCNoThl (4.3) U Harpe-
BaIOT A0 PacTBOPEHUA OKcMaa ckaHauA. PacTBop NepeHoCcAT B MepHyto konby eMkocTeto 1 am3, oxnaxaarort, ao-
nuBealoT BoAon (4.1) A0 MeTKN 1 NepemMeLumBaloT. XpaHAT B TEMHOM MecCTe, CPOK XpaHEeHUsA He OrpaHuyeH.

4.16 TocypapcTBeHHble cTanAapTHbIe obpasubl (FCO) coctasa 30n TBEpALIX TOMMAMB UM CMecH cTaHAap-
THbIX 06pa3LoB OTAeNbHbLIX OKCUAOB METaNMoB C aTTeCTOBaHHBbIMWU COAEPXXaHUAMN OCHOBHBIX KOMMOHEHTOB.

FCO pomkHbI BbITb 61IM3KMMK NO COCTaBy U MacCcOBOM Aorie onpeaensemblX 3/1IeMEeHTOB K aHannaupye-
MbIM o6pasuam.

[ns paboTbl Ha npubope NoaroTasnUBAlOT Cepuio CTaHAApTHbLIX 06pasuoB, obecneunBaloWwmMx KOHTPONb
3a Ka4eCcTBOM aHanusa 1 NpoBepKy rpagyupoBku npubopa.

4.16.1 OCHOBHOI cTaHAAPTHLIA 06paseL, KONMMYECTBEHHbIE XapaKTEPUCTUKMA M AONYCTUMbIE pacxoxae-
HUS KOTOPOTO YCTAHOBMNEHbI apbUTPaXKHbIM MeToAoM. OCHOBHBIM CTaHAAPTHLIM 06Pa3LLOM MOXET CNYXWUTb aT-
TecToBaHHbIN [CO.

4.16.2 BTOpWYHbIN cTaHAapTHLI 0Bpasel. 3To MaTepuarn, KOTOpbIA NOABEpraoT TeM Xe npoleaypam,
4YTO U aHanuanpyemyto npoby. KonuyecTBeHHbIE XapakTepucTuK 1 ZOMYCTUMbIE PACXOXAEHWUs 3TOro Matepuya-
Na ycTaHaBnuBaloT NyTeM U3MEPEHUIA Ha OTKanubposBaHHOM npubope.

4.16.3 MepBUYHLIA cTaHOapPT AN NPOBepKM KanubpoBku. Mo BO3MOXHOCTM, 3TOT CTaHAAPT AOCIKEH
6bITb TOYHOW KOMUE OCHOBHOTO CTaHA4apTHOro obpasua, Ho AormkeH BbITb NPrOBPETEH y Apyroro NpovM3Boaun-
Tens Unn xoTs 6bl BbITb U3 APYroi NapTuu.

4.16.4 CraHgapT Anst nepruoaMyeckon npoeepku kanmbposkn. O6bIMHO 3TOT MaTepunan npuobpeTatoT y
TOrO e NPOU3BOAUTENS, KOTOPLIN M3rOTOBUIT OCHOBHOW CTaHAApPTHLIM o6paseL.

5 O6opynoBaHue

5.1 Becbl nabopatopHble 2-ro knacca TouHocTy no FOCT 24104 ¢ npeaenom AonyckaeMoin norpeLuHoc-
™=0,1wmr

5.2 MydernbHas neyb C areKTpoHarpeBomM U TepMoperynsatopoM, obecnevmBatoLiM NOCTOSHHYIO TeM-
nepatypy B uHTepBsane ot 700 °C go 1000 °C. BeHTunsuma neun gomkHa obecnevmBaTb CMeHy Bosdyxa oT
ABYX A0 YeTblpex 06beMoB neum B 1 MyH. [lonyckaeTcsl ecTecTBEHHas BeHTUNALMSA nedu. MNedb NnpegHasHadeHa
Ans o3oneHns npob 1 gomkHa cooTBeTCTBOBaThL TpebosaHuam MOCT 11022.

5.3 MydenbHaa neub Ans cnnasnexHust Nnpob ¢ paboyeir Temnepatypoit B uHTepsane ot 1000 °C go
1200 °C.

5.4 TnaTUHOBLIE TUIMK 1 YaLLIKN eMKOCTbo oT 35 Ao 85 cmd no MOCT 6563.

5.5 MarHuTHble MeLwwanku ¢ HebonMbLWMMIN MarHUTHEIMU NasnoYkamy B TedpIOHOBOK 06oMouKe.

5.6 Tapa nonumepHasi, U3roTOBMEHHAA U3 NMONN3TUIIEHA BLICOKOrO AaBNeHUA UM NonunponuMneHa no
OCT P 51760, repmeTnyHO 3aKpbiBatoLLasics 3aBUHYNBAIOLLMMUCS KpbILLKaMU, 4151 XpaHeHWs1 BOA4bI 1 pacTBO-
poB.

5.7 MnacTnkoBble GaHKW, N3roTOBMEHHbIE U3 MONM3TUIIEHa BLICOKOM MPOYHOCTU, eMKocTbio 250 cms, ¢
3aBMHYMBAIOWMMUCA KpbILLKaMK, ycTonumBble K Temnepatypam oT 100 °C go 130 °C v gaBneHuto, kotopoe

4



FOCT P 54237—2010

pasBMBaeTCa Npu pasnoXeHuy Npobbl, a Takke K okUcneHuo. [lonyckaeTcs UCMOb3oBaTh CKISAHKU 4PYroro
TNa, yCTOMYMBLIE K TeMMepaTypam 1 JaBleHWo, pa3BUMBAIOLLEMYCS NPU pasroXeHUn npobb.

5.8 CreknsHHas nocyaa. KanubposaHHble MepHble cpedcTBa (MMNeTkuy, BlopeTkun, MepHble konbbl, cTa-
KaHbl 1 gp.) no FTOCT 1770 n TOCT 25336.

5.9 Cwuro ¢ pasmepom otBepcTuin 75 mkm no FOCT P 51568.

6 Annapartypa

6.1 ATOMHO-3MWCCUOHHBIV CNEKTPOMETP C UHAYKTUBHO CBA3aHHOM nnasmoin (UCI1) B kayecTBe UCTOYHN-
Ka BO3BY)KAeHWs crnekTpa.

PaboTa Ha cnekTpomMeTpe 1 0bpaboTka aHanMTUYecKnX AaHHbIX OCYLLECTBAAIOTCA C MOMOLLIbIO COOTBe-
TCTBYIOLLEro NporpammHoro obecrnevyeHnss B COOTBETCTBUM C MpunaraemMon UHCTPYKUMERN Mo aKcnyaTauuu.
MockonbKy NpuBopbl pasiMuHbIX MPM U MoAereit 3HauuTerlbHO OTNNYAKTCA ApYr OT Apyra, USMOXUTL B Ha-
CTOAILLEM CTaHAAPTE €AUHYI0 MHCTPYKLMIO MO 3KCMyaTaLm HEBO3MOXHO.

UyBCTBUTENLHOCTD, Npeden obHapyXeHWs, TO4HOCTb, obnacTb pabodmx ANWH BOIH, adhdekT nHtepde-
PEHLNM LOMKHBI ObITb U3Y4eHbl U YCTaHOBIEHbI 415 KaXA0N aHanMTMYeckon nuH1A. Bee nameperus cnegyet
npoBoaMTb B paboyelt obnactu gaHHoro npubopa, rae AeUCTBYHOT KoppekTupyoLwme daktopsl. Heobxoaumo
NpOBEPUTb, COOTBETCTBYIOT /M XapaKkTepucTuki Npubopa 1 ycrosus onpegeneHust TpebosaHNAM HacTOSILLEro
cTaHAapTa, a Takke NepuoanYecky NPOBOANTL KOHTPOMbHBIE M3MEePEeHNs ANA NOATBEPKAEHNA NPaBUMbLHOCTM
paboTbl Npubopa 1 pesynsTaToB aHanusa.

Mpn6op aomnxkeH BbITb cepTUdULMPOBaH, 3aperncTpuposaH B FocyaapCTBEHHOM peecTpe cpeacTB nsme-
PEeHNA 1 gonyLleH K npuMmeHeHuo B Poccniickon deaepauun.

6.2 C NOMOLLbIO aTOMHO-3MUCCUOHHOTO CMEeKTPOMeTpa U3MePSAoT MHTEHCUBHOCTbL 3MWUCCMM aTOMOB
onpeaensemMelx aneMeHToB. BoaHbl pacTeop npobbl pacnbInsaoT, a3po30osib HanpassaloT Yepes NoTok nias-
Mbl, MPY 3TOM MPOUCXOAMNT BO3BY)XAEHMEe aTOMOB C NocneayoLmMm nanyveHrem. [ina sbiaeneHns xapakTe pHbIxX
MNHNIA BMUCCUOHHOTO CMEKTPa UCMOMb3YT MOHOXpOMaTop ¢ AndpakLMOHHON peLeTKoR, a Ans UsMepeHns nx
WNHTEHCUBHOCTN — (POTOYMHOXUTENb MK poTOAMOAHBIN AeTekTop. [leTekTop NpeobpasyeT NornoLeHHoe ns-
nyyeHue B hOTOTOK, KOTOPLIA KOHTPONMPYETCS KOMMbIOTEPHON cucTemoi. na onpeaeneHns UHTEHCUBHOCTU
aHanUTUYeCKUX NIMHWUIA aneMeHToB HeoBxoaMMO NPOBECTU KoMMNeHcaLuio hOHOBOMO U3nyveHusi. PoHoBoE U3-
nydeHue OLEHNBAIOT BO BPEMS aHanNM3a no fIMHUAM, COCeHUM C XapaKTePHbIMU JIMHUAMU 3neMeHToB. BuiGop
NNHWIA AN U3MEPEHNst UHTEHCUBHOCTU (DOHOBOTO U3MNYYEeHNUS MO OAHY UK No 06e CTOPOHBI OT aHANMUTUHECKON
NUHUK aneMeHTa onpeaensieTcs COKHOCTLIO cnekTpa B Gnusnexalen obnactu. B BuiBpaHHou obnactu He
[OIMKHO Habnogatbes nHTepdepeHLmnn.

6.3 [ns Toro, 4Tobbl M3GexaTb oWMGOoK Npu paboTe Ha CNeKTpPOMeTpe, aHanUTUK AOIMKEeH cneaoBaTthb
WHCTPYKLUMK MO 3KcniyaTtaumm npubopa, 4To NOo3BONAUT eMy UCNONb3oBaTb BCe NpeaycMoTpeHHble cnocobbl
KoMMNeHcauun BNnsiHAA Mewatowmx daktopos. Mewatowme ¢akTopbl MOXHO pasaenuTb Ha CnekTparnbHble,
busnueckne n xummuyeckue.

K cnekTpasnbHbIM NOMEXaM OTHOCATCA: HANOXKEHWEe aHaNUTUYECKUX JIMHUA APYTUX SNEMEHTOB; yCurneHune
coHoBoro adpdpekta, cBA3AHHOE C 3MUCCUMEN aTOMOB APYrMX 3NEMEHTOB, HaXOAALMXCA B aHanusnpyemom
pacTeope B 60MblUMX KOHUEHTpaumax. KomneHcauums nomex BO3MoXXHa nyTeM BblGopa Ans usmepeHuin aopyrmx
aHaNUTUYECKUX NIMHWIA ONpeaensieMoro afieMeHTa, a Takke NyTem oueHku hoHa No BNUsNeXalmm JIMHUAM
cnekTpa, kak onucaHo B 6.2.

dusnyeckre melwatowme dakropbl 06bIYHO CBsI3aHbl C NpoueccaMu pacnbifieHusa nNpobbl U ¢ pabotoit
3NEKTPOHHOW cxeMbl Npubopa. MameHeHUs1 Takux CBOMCTB aHanu3upyeMoro pacTeopa, Kak BA3KOCTb U NoBep-
XHOCTHOE HaTsKeHWe, MOryT NPUBECTU K 3HAYUTENbHBLIM oLLMbkam, 0cobeHHO NPU aHann3se XopoLUo pacTBopU-
MbIX PO UM NOBLILEHHBIX KOHLEHTPaLUSIX KUCMOTbI, UK NpW Hanu4nm o6oux 3TUX yCnoBuii BmecTte. [ipyras
npoGnema, KOTopas MOXeT BO3HUKATb NPU aHanuse XopoLUo pacTBOpPUMBIX Npo6, — nocTeneHHoe oceaaHue
coneit Ha KOHYMKe Consa pacnbinUTensl, KOTopoe NPUBOAMUT K 0cnNabneHuto NoToka aspo3ons. [ins ycrpaHeHus
nogo6Horo achpekTa nepea pacnuinieHneM pacteopa NPobbl BNPLICKUBAIOT XXUAKUIA aproH, Nepuognyecku npo-
MbIBaIOT HAKOHEeYHUK conna NMbo pa3baBnsaT aHanMaupyeMblin pacteop. OTMedeHo, YTo 6onee TwaTenbHbIN
KOHTPOSb 32 CKOPOCTbIO NOTOKA aproHa, @ 0cobeHHO — 3a CKOPOCTbIO NOTOKA B pacnbinuTene, noskILLAeT npe-
LUM3UOHHOCTL Npubopa. YCoBepLIeHCTBOBaHUE COBPEMEHHBIX NPUBOPOB NPONCXOAUT 3a CHET UCTONb30BaHUSA
pasfnnUYHbIX YCTPOWCTB, KOHTPOMUPYIOLLIMX CKOPOCTb NOTOKA rasa.

Xumnyeckune Mewwatowme dakTopbl CBSI3aHbl C 06pa3oBaHNeM KOMNEKCOB U ¢ adhdekTamm noHmsaumm 8
pacTBopax. Haubonblee BNMAHWE Ha pe3ynbraThl aHanMsa oKasblBaeT XMMUYECKUIA COCTaB MaTpULbl aHanu-
3upyemoro pacteopa. [Ans koMmneHcauuM HecTabunbHOCTM aHanNUTUYECKOro curHana us-3a konebaHuin B co-
cTaBe MaTpuubl UCNONb3yoT aobasneHne B aHanMaupyeMbld pacTBOp BHYTPEHHero ctaHgapra, Hanpumep,
pacTeopa ckaHauA (4.15).
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[Mpwn™meyaHwu e—[InMHa BONHbI aHANUTUYECKOW NNHUKM cKaHans — 361,383 Hm.

6.4 TMopgrotoBky Npubopa K U3MepeHuo NPOBOAAT B COOTBETCTBUMN C UHCTPYKLIMEN NO 3KCNyaTauum
npubopa.

7 papywpoBka npubopa

7.1 OCHOBHble CTaHAapTHble PacTBOPbl onpeaensieMblX 3MeMeHTOB ¢ KoHueHTpauumein 1000 mkr/cm3
(4.14) ncnonbsyloT Ana NPUroToBNEHUA rPagynpPoBOYHLIX PACTBOPOB C KOHLEHTpaLUusiM1 aremeHToB ot < 0,1
Zo 100 mkr/cm® nyTem nocnegosatenbHoro Ux pasdasneHus (7.2).

7.2 TMpuroToBneHne pacteopa Ana pasbaBneHns OCHOBHbIX CTaHAAPTHBLIX PacTBOPOB.

(4,0 £ 0,05) r peareHTa ana cnnaeneHua (4.12), B3aselleHHOro ¢ NpeaenomM AonyckaeMom norpewHocTn
+0,1 Mr, noMeLLatoT B cTakaH BMecTUMOCTb0 1000 cM3, B KOTOPOM HaxoAUTCA MarHUTHas nanodka (5.5). B cTa-
kaH HanusaroT 500 cM® pacTBOpa a30THON KUCAOTHI (4.6) U CTABAT CTakaH Ha ropavYo NAUTKY C MarHUTHOM Me-
wankon. HarpeeatoT cMecb 40 TeMnepaTypsbl, 6IM3KON K TemnepaType KUNeHWs, U BbiAEpXXUBAtOT Npu 3Ton
Temnepartype [0 pacTBOpeHua peareHTa. Mpouecc pacTBopeHna AomkeH npogonkaTbecs B TedeHne 30 MUH
1N MeHbLUe. FopsaYMiA pacTBOP KOMMYECTBEHHO NEPEHOCAT B MEPHYIo konby BMecTuMocTbio 1000 cm3. fatoT
pacTBOpY OCThITb A4C KOMHaTHOW TemnepaTypbl U pa3basnsaoT ero sogon (4.1) 4o metkn.

Ucnonb3oBaHne aAns pasbaBneHusa OCHOBHBIX CTAHAAPTHLIX PacTBOPOB NPUIOTOBMAEHHOIO Takum obpa-
30M pacTBopa obecneunsBaeT MaTpUYHLIA COCTaB rpagynpoBOYHbIX PACTBOPOB, aHANOMMYHBIA MaTPUMHOMY CO-
CTaBy aHanM3nMpyemblX pacTBOPOB.

7.3 XonocToi pacTBop Ansa rpagyvpoBkv npeactasnsaet cobol pacTBop Ans pas6éaeneHus (7.2). 31ot
pacTBOP WUCMOMb3YIOT NPU NOCTPOEHWUN rPadyNpPOBOYHbIX rpacnKoB Kak rpagyMpOBOYHBIA PacTBOP C KOHLIEH-
Tpauuen onpeaensiemMoro sfieMeHTa, paBHOW Hynio.

Mpu paboTe Ha Npubope XoNOCTOM pacTBOpP ANA rPaayMPOBKN UCMOMb3YIOT A1 NPOBEPKU NMPaBUNbHOCTU
rpagyvnposku npubopa (pasgen 11).

7.4 TlpuroToBneHve rpagynpoBOYHBIX PaCTBOPOB.

B mepHble konBbl BMecTUMOocTbio 100 cM3 nomellaloT COOTBETCTBYIOLUME KONIMYECTBa OCHOBHBIX CTaH-
JapTHbIX pacTeopoB (4.14). B kaxayrwo konby aoGasnswT no 1 cM® BHYTPEHHEro CTaHOapTHOrO pacTBopa
(4.15). QobaensaioT go MeTkun pacTBop Ans pasbasneHns (7.2), nepemMeLumBaloT.

7.5 MocTpoeHune rpayMpoBOYHBIX rpacunKoB.

7.5.1 pagyvpoBKy crienyeT NpoBOANTb, UCTMOMNb3YS XOMOCTON pacTBOp AN rpagynposku (7.3) U He me-
Hee Tpex rpadyMpoBOYHbIX PACTBOPOB Pa3HON KOHLEHTpauun (7.4), o6pasyowmx nuHeliHyto obnacTb Ha rpa-
AyvpoBoYHOI kKpusoi. B Tabnuue 3 npuBeaeHsbl pekoMeHayeMble KOHLeHTpauun rpagynpoBOYHbIX pacTBOPOB,
BbI6OP KOTOPLIX NPOBEAEH C YYETOM crieqyowmx TpeboBaHunin:

- KOHLEeHTpauus cpeHero rpalyMpoBOYHOrO pacTBopa AOMKHa HaxoauTbes 6rusko K LeHTpy obnactu
OXugaemblX KOHLEHTpauui afieMeHTa B npobe;

- KOHUEeHTpaLuus rpalypoBOYHOIO pacTBoOpa ¢ MakcuManbHbIM cogepXaHuem ornpeaensieMoro afeMeH-
Ta AomkHa 6bITb NPMBNU3UTENLHO B ABa pasa Gornblue KoHUEHTpauun cpeaHero pacTeopa;

- KOHUEHTpauusi rpagyvupoBOYHOIO pacTBOpa C MMHUMAaIbHBLIM cogepXXaHnem onpeaernsieMmoro snemMeH-
Ta gomkHa 6biTb NpMbnusnTensbHO paBHa gecatoi gone (1/10) KOHUEHTpauWKn cpegHero pacTBopa.

Tabnuua 3— PekomeHgyemble KOHLEHTPALMM FPayMPOBOYHBIX PACTBOPOB

Onpepensiemblii anemeHT Kanbuui Kpemuun
Oxugaemasi KOHLEeHTpaums anemeHTa B npobe Ot 10 mkr/em® go OT 180 mkr/cm®
20 mkr/em® [o 230 mkr/cm®
B aHaNu3npyemom B aHanu3npyemom
pacTtBope pacteope
PekomeHnagyemasn cpefHsisi KOHLEHTpaUWs CTaHAapTHOIo 15 mkr/cm® 200 mxkr/cm®
pacteopa
PekomeHgyemas makcumarnbHasi KOHLEHTpauus cTaHaap- 30 mkr/em® 400 mxr/em®
THOrO pacTBopa
PekomeHgyemasi MMHMManbHasi KOHLUEHTPaUUsl cTaHaap- 1,5 mKr/cm® 20 mxr/em®
THOrO pacTBopa
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7.5.2 MpagyvpoBoYHble rpaduku CTPOAT B KoopAMHaTax: MaccoBas 0N onpeaenseMoro anemMeHTa B
pacTeope — OTHOLIEeHWE NHTEHCUBHOCTU aHaNUTMYeCKoW NMHUM OMNpeAeNAeMoro afieMeHTa K MHTEHCUBHOCTH
aHanuTUYeckomn NMMHUM BHYTPEHHEro cTaHaapTa (Hanpumep, ckaHaus).

8 lMpuroTtoBneHue npo6bl ANA aHanu3a

8.1 TBepaoe MnHeparnbHoOe TOMMNBO.

Mpoba npeactaensaet cobor aHanuTM4eckyto npoby, npurotosneHHyto no FOCT 10742, TOCT 23083
nnn FOCT 11303. NMpoba AomKkHa HAaXoANTLCA B BO3AYLLIHOCYXOM COCTOSIHWUM, A1 Yero ee packiagbisawT
TOHKMM ClOeM U BbIAeP>KUBAKoT Ha BO3ayXe Npy KOMHaTHOW TeMnepaType B Te4eHue MUHMMAarbHOro Bpe-
MeHUW, HeobXxoaMMOro AN AOCTVXKEHUSA PaBHOBECUSA MeXAy BraXKHOCTLIO TOMNMMBa 1 atMmocdepon nabopa-
TOpUMK.

Mepepn B3siTeM HaBecku Npoby TWAaTENbHO NepemMeLlnBaloT He MmeHee 1 MUH, MpeanoyYTUTEeNLHO Mexa-
HU4YecKkUM cnocobom.

OaHoBpeMEHHO COo B3ATUEM HAaBECOK AN aHanuaa oTbupaloT HaBecku ANs onpefeneHus coaepKaHus
aHanuTtudeckon Bnaru no FOCT P 52917, TOCT 27589 unu FOCT 11305 n sonbHocth no FTOCT 11022 unn
rOCT 11306.

8.2 Teepable 0CTaTKM NPOMbILLIIEHHOMO CXXUraHWUsA TomnnmBea.

MpeacTaBuTEenbHYO NOPLMIO TBEPAOIO OCTaTKa BLICYLLMBAKOT 40 NOCTOSHHOW Macckl Npu TeMneparype
110 °C — 115 °C. NoTepto Macchl Mpu BbICYLLMBaHUA ONpeaensiioT B TOM cnyvae, ecnu pesynbTaTthl aHanusa
HY>XHO NPeACTaBNTb Ha UCXOAHOe COCTOsIHME NPOobGbl. M3Menb4vaoT BeICYLUEHHYO MOPLIMIO ocTaTka A0 NPOXOX-
AeHWs Yepes cUTO ¢ pasamepoM oTBepcTuin 75 Mkm o FOCT P 51568. ObopyaosaHue, ucnonbsyemoe Anst ns-
MenbYeHUst, He JOMDKHO 3arpsA3HATL Mpoby MeTansiom.

9 MMpuroToBneHue 30nbl ANA aHanu3a

9.1 OsoneHune aHanUTU4eckon Npobbl TBEPAOro TOMNIMBA.

3ony nonyyatoT U3 TlwaTternbHO NepeMeLlaHHo aHanMTuieckoi npobbl TBepaoro Tonnuea (8.1). Mpoby no-
MeLLaloT POBHBIM CIIOEM B NpeaBapuTeribHO NpoKaneHHbIn NoToK U3 hapdopa, Keapua Unm niaeneHoro Anok-
cupa kpemHus. TonwwyHa cnosi gomkHa GblTb He Goree 6 MM. JloTok ¢ nNpoGol NoMeLaT B XOMOAHYH
MycbenbHyto rneYyb (5.2), KOTOPYIo HarpeBatoT CO CKOPOCTbIO, YCTAHOBSIEHHOW B 32aBUCUMOCTU OT BUAA TONMBA NO
FOCT 11022 gns MeToda MedneHHoro osoneHus. Yepes 2 4 TeMnepaTypa B MydenbHON nevn gocturaet
(815 £ 10) °C. BelgepxmsatoT npoby Npu aTol TeMrepaType A0 Tex nop, Noka He OKUCIIMTCA yriepoaocoaepxa-
LLlee BeLLeCTBO, U 3aTeM eLle 2 4. A3snekatoT NoTok U3 MydensHOM neyun, oxnaxaatoT U pacTuparoT 301y B ara-
TOBOW CTyrMke A0 NPOXOXAEHUS Yepes CUTO € pa3aMepoM oTBepCTUn 75 MKM. MNOBTOPHO NpokanuearoT 3011y Npu
Temnepatype (815 = 10) °C B TeueHue 1 4, oxnaxaaroT U oTOMpaloT HaBeCkn ANs aHanusa. Ecnn 3ony xpaHaT B
TeyeHVie HeKOTOPOro BPeMEeHU, U CyLLeCTBYET BeposATHOCTL aacopbLun eto Bnarn unn CO,, To npexae, 4em oT-
6upaTb HaBeckn A5 aHan1aa, 3071y BHOBb NMpokanueatoT npu Temnepatype (815 = 10) °C. AnbTepHaTUBHLIN Ba-
pyaHT AeACTBUIA 3aKoYaeTca B criegyroLleM: B 305e onpeaensatoT NoTepu Npy NpokanvesaHum npu TeMnepaType
(815 + 10) °C, ncronbays 4ns 3TOro 0TAeNbHY0 HaBeckKy, 0TObpaHHY0 OAHOBPEMEHHO C HaBeckaMu ANA aHanNu-
33, U BHOCAT Ha OCHOBaHWM MOJSTYYEHHOW BENUYMHEI NOoTepb HeoBXoauMble NonpaBki B pesynbTaTbl aHanmsa.
Kaxxgyto npoby 30516l Nepea B3ATUEM HaBECKU A4 aHanvaa TwaTerlbHO NepemMeLumnsaroT.

9.2 O3o0neHne TBepAbIX OCTATKOB OT MPOMBILLNIEHHOTO CKUraHWs ToMnMBea.

Heobxoammoe KonuyecTso Npobbl, MPUroTOBMNEHHOM No 8.2, ToMeLLatoT POBHBLIM CITOeM B NpeasapuTers-
HO NpoKaneHHkble NOTKU 13 hapdopa, KBapLa Ui NiasneHoro aMokeuaa kpemuus. TonwmHa cnost npobel 4on-
XHa 6blTb He Gonee 2 MMm. JloTok ¢ NPoBoi NoMeLLatoT B XONoAHYH MydenbHYo nedb, KOTOPY NOCTENEHHO
HarpeBatoT Tak, YTobbl Yepes 14 Temnepatypa nedn gocturna 500 °C, a vyepes 24 — (815 + 10) °C. Bolaepxu-
BatoT npoby npu Temnepatype (815 + 10) °C Ao nonHoro okMcneHus yriepogocogepxallero sewectsa. Mocne
OCTbIBaHMWS 30Ny pacTUpatoT B araToBOM CTYMNKe A0 MPOXOXAeHNs Yepes CUTO C pasMepoM OTBEPCTUIA 75 MKM.
BHoBb npokanueatoT 305y npy temnepatype (815 + 10) °C B TeyeHue 1 4, oxnaxaaroT 1 oTbMpatoT HaBecku s
aHanusa. Ecnuv 3ony XxpaHaT B TE4EHWE HEKOTOPOro BpEMEHH, U CYLLECTBYET BEPOSITHOCTL aAcopbLum eto Bna-
mm unu CO,, To npexxae, Yem oTbuMpaTb HaBeckn AnA aHanuaa, 301y BHOBL NpOKanMBaloT Npu TemnepaTtype
(815 + 10) °C. AnbTepHaTuBHbIA BapuaHT AEWACTBUI 3aKoyaeTcs B crieayloLem: B 3051e onpeaensiioT notepu
Mpv NpokanusaHun npy Temnepatype (815 = 10) °C, ncnonbaysa Ans aToro otAenbHy HaBecKy, OTobpaHHyo
OOHOBPEMEHHO C HaBeckamu ANA aHannsa, U BHOCAT Ha OCHOBaHMWN MNOMYYeHHON BEMUYNHBI NOTEPb Heobxoau-
Mble NMonpasku B peaynbraThl aHanusa. Kaxayo npoby 3onbl nepeq B3aTMEM HAaBECKW AN aHanmsa TwaTenbHo
nepemMeLLnBatoT.
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10 lNpoBeaeHMe UcNbITaHNUA

10.1 O6wue nonoxeHus

10.1.1 [Onsa nepeBeaeHUs B pacTBOp onpeAensieMblX aN1eMeHTOB UCMONb3YHT OOUH U3 ABYX cnocobos
pasnoxeHus 30Mbl:

- ChnaBfeHue ¢ peareHTom;

- 0bpaboTka cMecbio HhTOPUCTOBOACPOAHON, a30THOWU U COSSIHOW KUCIIOT.

Cnocob BbIOUPaloT, NCX0AA U3 TEXHUYECKMX BO3MOXHOCTel nabopatopuun. MNMpu aToM crieayeT yuuTbl-
BaTb, YTO B NpoLecce cnnaeneHus ¢ TeTpa- U MeTabopaTom NUTUSI BO3MOXHBI MOTEPU Cepbl.

10.1.2 MpoBOAAT XONOCTOM ONbIT, COXPaHSISl BCe YCNOBUS PasfnoXeHusl Npobbl U NONyYeHns aHanuampy-
eMoro pacTeopa, Ho 6e3 HaBecku 301bl. PacTBOP XONOCTOro onbiTa COAEPXKAT TE XKe peareHThbl U B TEX XKe KoM~
YyecTBax, YTo U aHanU3uMpyemMble pacTBOpbI.

PacTtBOp, NOMYy4YEeHHbIA B XOMOCTOM OMbiTe, UCMOMb3YHOT AMsl KONMUYECTBEHHON OLEHKU BO3MOXHBIX 3a-
rPA3HEHNIA N cNeKkTpanbHOro oHa.

10.1.3 Mepea nposeaeHUEM UCNLITAHNA ANA YCTPaHEHNSA BO3MOXHbIX 3arpsisHeHWA NaTMHOBYIO Nocyay
KANATAT B pacTBOPE a30THOM KUCNOTHI (4.6), a 3aTem TwaTtensLHO NpomMbiBatoT Bogou (4.1). MNocne Takon ounc-
TKW NAATUHOBYHO Nocyay cnedyet 6paTb TOMbKO YUCTBIMW LMMLAMW U NPEAOXPaHATb ee OT 3arpsi3HeHWi ¢ no-
BEePXHOCTU cTona. Bclo cTeknsHHyo nocyay, MCnonb3yemyio Ansi aHanusa, cregyer CTofb Xe TaTenbHO MbITb
N NpeaoxXpaHaTb OT 3arpsAsHEHWN.

Hosylo nocyay Heob6xoanmo 3anonHUTb PacTBOPOM a30THOM KUCTOTHI (4.6), BbidepXaTb B Te4EeHUE CYTOK,
a 3aTeM NpPombITb Bogown (4.1).

10.1.4 Bce B3BelUMBaHWA NPON3BOAAT C Npeaenom gonyckaemomn norpettHoctn = 0,1 Mr.

10.2 CnnaBneHue 30Nbl U NPUroToBNEeHUe aHaNU3UPYEeMoro pacTeopa

Hagecky 3onbl (0,1 +£0,001) r, npurotoBneHHon no 9.1 nnu 9.2, nomewaioT B NNATUHOBYIO YaLUKy UNu Tu-
renb (5.4). Tyaa xxe nomewatot (0,4 £ 0,005) r peareHTa gna cnnasneHns (4.12). TwarensHo nepeMelunsalot
peareHT ¢ 30/10/. [1n1a nyyLuero cnniasneHusi u ob6pasoBaHns U3 OCTHIBLLIErO CniaBa nerkoygansieMon Tabnetku
nobasnstoT nogua nutusa (4.13) (npnbnusutensHo 0,1 ).

MnaTnHOBYO YalLKy CTaBAT B YUCThIN JIOTOK N3 OKCUAA KPEMHUA UNn Apyroro Tyronnaskoro Matepunana u
BHOCAIT MTOTOK B nMpegBapuTensHo HarpeTyto 4o 1000 °C — 1200 °C mycbenbHyto neyb (5.3). Boigepxusaiot
npoby npu Temnepatype oT 1000 °C go 1200 °C He MeHee 7 MUH A0 NMOMyYEHUsi Npo3paYHoro niasa. Bpalua-
TenbHbIM ABWXEHWEM MNMaB OCTOPOXHO NepeMeLLMBaloT C NOMOLLbIO LMMLOB € NNaTUHOBBIMU HAKOHEYHUKaMU
[0 MoMnHOro pacTBopeHNs 30Mbl. BeIHUMAIOT MTOTOK ¢ NNaTUHOBOW YaLUKoW U3 MychenbHON Nevr u oxnaxaarT 4o
KOMHaTHOM TemnepaTypbl. [NaTUHOBYH YallKy OCTOPOXKHO OBMbIBaOT cHapyXu Boaow (4.1) ana yaaneHus
BO3MOXHbIX 3arpA3HeHUiA, a 3aTeM NnomeLLarT B YACTLIN CTakaH BMecTUMOCTbo 250 unm 400 cm3. B nnatuHo-
BYI0 YaLLKy NMomeLLarT MarH1THy nanoJky B TedprioHoBoi o6onouke 1 npunueatot 50 cM3 pacTeopa a3oTHOM
kucnoTel (4.6). CTakaH ¢ NNaTUMHOBOW YaLUKOW CTaBAT Ha HarpeTyto NANTKY ¢ MarHUTHoOM Mewwankoin (5.5). Har-
peBaloT pacTBOpP MPW NOCTOSIHHOM MepeMeLUMBaHnK 4o TemnepaTtypbl, briMakon K Temnepartype KUneHusl, 1 Bbl-
OepXKMBaloT B 3TUX YCINOBUSAX O pacTBOpeHUs nnasa, Ho He 6onee 30 MyH. MNNaTMHOBYIO YaLLKy U3BNEKaoT U3
cTakaHa 1 obmbiBaloT HeBOoNbLWMM KONNMYECTBOM BoAabl (4.1). PacTBOp 13 YallKky KONMYECTBEHHO NEPEHOCAT B
MepHyH konby emecTumocTeio 100 cmi. [JobGasnsoT B konby 1 cm® BHYTPeHHEero cTaHaapTHOro pacreopa
(4.15) 1 pa3baBnsoT pacTBOp A0 MeTku Boaol (4.1). MonyyeHHbI pacTBOP MMeET KOHLEHTPaLuio BellecTsa
npo6bl — 1000 Mr/amM3 U KOHLLeHTPaLMIo peareHTa Ans cnnasneHnus — 4 r/oms.

MpumevaHwns

1 BmecTo nnaTMHOBOW Nocyabl AN CNaBneHnst MOryT ObiTb UCMONBb30BaHbI rpacduToBble TURMKW. [pacmToBbIE TUT-
IV He cnegyeT norpyaTb B paCTBOP 4151 pasnoxeHunsi nnaea. PackaneHHbll 4OKpacHa XUAKMI Nnae BbINMMBAOT U3 rpadu-
TOBOrO TUINA HENOCPEACTBEHHO B pacTBOpP a30THOW KUCNOThI, a 3aTeM HarpeBatrT U nepemMeLmnBarT pacTBop, Kak onncaHo
Bbllle.

2 Ecnu nepemeluvBaHve He nogaepxunBarb NOCTOAHHO, HEKOTOPbIE coeauHeHns MoryT o6pasoBaTtb ocagku. [Mpex-
e BCEro 370 OTHOCUTCS K KPEMHWEBOW KUCNOTE, BbiNagatowen B 0cagok Npy HarpeBaHum B KUCTON cpeae. B aTom cnyyae
aHanua cnegyeT NoBTOPUTL 3aHOBO.

10.3 PacTBOpeHUe 305kl B CMeCU KUCHNoT

Hagecky 3onbl (0,1 £0,001) r, npuroToBneHHo no 9.1 nnu 9.2, nomeLatoT B cocya U3 NONMMEPHOro Ma-
Tepuana (5.7) BMecTUMOoCTblo 250 cM3 ¢ KOMbLEBOW METKOW U 3aBUHUMBAIOLLENCS Kpbilwkoid. Cocyn AoMmKeH
BblAepxuBaTh TeMnepatypy Ao 130 °C 1 gaBneHue, pasBuBatoLLEECs B MpoLecce pasnoxeHUs Npobel, a Takke
BbITb YCTONYMBBIM K OKUCNEHUIO. Mocne HeoQHOKPaTHOrO UCMOob30BaHUS MNONMMEpPHBIE COCYAbl CTaHOBSITCA
XpYNKkumun u Tpeckatotcs. Cocyabl NPOBEPsAOT nepes KaKdblM OMbITOM. TPeLUMHbl MOXHO 0BHapyXuTb mnpu
cAaBnMBaHuK cocyaa.

8
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MpwuMeyaHune—HekoTopble ocTaTkM OT CKUrAHUSI MOTYT codepxaTtb CynbUTHYI0 cepy. Ecrnin nasectHo, uto
npoba cogepxuT CynbUTbI, UMK UX NPUCYTCTBUE MPEANonaraeTcs, B cocya ANns pasnoxeHns npobol gobaensiot 1 cm®
pactsopa H,0, (4.11). lNepokcua Bogopoaa okucnseT cynbhuTbl A0 CynbghaTos, KOTOPble KOMMYECTBEHHO pasnaraloTcsi B
npoLiecce NpuUroToBneHunsi pacteopa npobel. Ecnn B xoae onpegenexns 6e1n gobasneH nepokcmg Bogopoaa, To creayeT
BBECTW MoMnpaeKy B KOHeYHbI 06beM pacTBopa npobkl B hopmyne (1) pasgena 13.

K HaBecke npoBbi B cocyae gobasnstor 5,0 cm® cmecy kncnoT HCI u HF (4.7) 12,0 cm® HNO, (4.5) v nnoT-
HO 3aBUHYMBAIOT KPLILLKY. HarpesatoT cocyd Ha BOASIHOW 1nv napoBoi 6aHe unu B CyLUMNbHOM LwiKkady npu
Temneparype ot 100 °C go 130 °C He meHee 2 4. 3BnekatoT cocya u3 HarpesaTenbHoro npubopa u gobaensiot
B Hero 93,0 cm® 1,5 %-Horo pacTBopa 6opHoit kucnoTsl (4.10). Cocya BHOBb MOMELLAIOT B HAarpeBsaTenbHbIN
npubop, U NpodoIKaloT Harpes eLle B TedeHue 1 4. OxnaxagaoT pacTBOp A0 KOMHATHOW TeMmnepaTypsl. Ecnv
aHanuns He NPOBOAST cpasy, PacTBOPbI XPaHST B TEX K& cocyAax, rae NpoBoAUIIoCh pasfnoxeHue, mmbo nepeHo-
CAT B MONU3TUNEHOBbLIE COCYAbI.

[OTOBAT pacTBOP XOMOCTOroO OMbiTa, MPOBOASA Te e NMpoLeaypbl, YTO OfnvcaHbl Bollle, HO 6e3 HaBecku
30/1bl.

Mpumeyanune—Cwmecbkucnot HCI: HF (70:30) (4.7) MOXHO roTOBMTb 3apaHee U XpaHUTb A0 UCNOSIb30BaHus,
B TO BpeMmsi Kak uapckas Bogka (cmecb HCI u HNO,) (4.8) HeycToliumBa u xpaHeHuio He NoanexuT. Mcnonb3oBaHmue cMecu
kucnot HCI : HF n koHueHTpuposaHHoi HNO; skenBaneHTHO ncnons3oeannio Lapckon sogku n HF.

11 lMNpoBeaeHne namepeHUN

11.1 N3mepeHnsi NpoBoasT B COOTBETCTBUN C MHCTPYKLMEN NO aKcnnyaTtauumn koHkpeTtHoro UCTT-cnek-
TpomeTpa.

11.2 YT06bI rapaHTUMpOBaTh NPaBUIbLHOCTL pesynsTaToB, nonyvyaeMblix npu UCIM-aHanuse, ana kax-
A0 aHanUTNYecKon NMHUM NpeaycMoTpeHbl NepBoHaYansHas 1 nepuoavyeckas nposepka cuctem npubo-
pa (MpoBOAUTCA TakKe Mocne KPYnHbIX PEMOHTOB), BKNoYatoLwmne cneayowmnii MUHUManbHbI nepeveHb
npoueayp:

- MOSHBIN LMK PEryrnmpoBKM ONTUHECKON cUCTeMBI Nprbopa B COOTBETCTBUM C UHCTPYKLMEN NO aKkcnnya-
Tauum (Hanpumep, perynnuposka no pTyTHON namne);

- MpoBepKa B COOTBETCTBUU C UHCTPYKLMEN BErUYUHBI MakcumanbHOM MHTEHCUBHOCTU 3TANOHHOW Nn-
HWW, A Yero YacTo UCMOMbL3YHOT PacTBOP MapraHua;

- NpoBepKa Yepes Kaxadble 6 Mec YyBCTBUTENbHOCTU Nprbopa (MUHUManNbHONW, perncTpupyemoit npubo-
POM BeNUYMHEI) MO 3NeMeHTaM, onpeaeneHne KOTOpbIX NPOBOAWMN 38 3TO BpeMS, U KOHLEHTpaLUA KOTOPbIX
npesblllana BennyYnHy YyBCTBUTENLHOCTU He Bonee Yem B 10 pas; YyBCTBUMTENbHOCTb AOMMKHA ObITb MeHbLue
U paBHa 3asBNEHHON B UHCTPYKLUUU BEMNUYNHE;

- BbIBOP criekTpanbHbIX JIMHUIA ¢ MUHUMarbHBIMKU MMEO € OTCYTCTBMEM CNEeKTpanbHbIX MOMEX,;

- NpoBepKa B COOTBETCTBUM C UHCTPYKLMERN K Npubopy Yepes kaxable 3 Mec nonpaskn Ha B3aumHoe Brn-
sIHAE anemMeHTOB (CreKTpanbHyl MHTepdepeHLUMto) U NonpaBkK Ha OOH.

11.3 Bce pesynsraTbl UBMEPEHWNIA aHanM3npyemblX pacTBOPOB AOMKHBI NEXaTb B 06nacTi KOHUEHTpa-
LM, OXBavyeHHOW rpagynmpoBOYHbIMU pacTeopamn. Ecnu pesynbtaTt nsmepeHuss aHanusMpyemoro pactesopa
oKasbiBaeTcs 6onbLle MakCUMarnbHON TOYKM Ha rpadyMpoBOYHON KPUBOW, pacTBop pa3GasnsioT U usmepeHue
AaHHOTo 3neMeHTa NOBTOPSIHOT.

11.4 KoHTponb 3a NpasBubHOCTLIO pe3ynbTaToB namepeHuin Ha UCIl-cnekTpoMeTpe BKMOYaET nepBuY-
HYIO 1 Nepurogmnyeckyto NPoBepKyY rpagyvposku npubopa.

11.4.1 TepBuYHas Nposepka rpagyMpoBKu.

MpagyvnpoBKy npvbBopa MPOBEPSItOT C NMOMOLLBIO MEPBUYHOTC CTaHaapTa AN NMPOBepKA rpafyvpoBKU
(4.16.3) 1 xonocToro pacTeopa ANs rpagaynposkn (7.3) Kaxxablid pas nepen Hadanom aHanusa npo6.

PesynbtaT nsmepeHusi nepeBUYHOro cTaHgapTa Asis NPOBEePKU rpadyvpoBKM He AOMMKEH OTNIMYATLCA OT ero
N3BECTHOW KoHUeHTpauun Gonee yem Ha 10 %.

KoHUeHTpauna xonocToro pacTeopa Ans rpagyvupoBKui, M3sMepeHHas Ha oTrpagyvpoBaHHOM npubope,
[oIKHA BbITb HUXKE AONYCKAEMOro PacXoXaeHusl.

11.4.2 TNepuognyeckas nposepka rpagynpoBKu.

Mepuoaundeckyo NpoBepKy rpagympoBkn Npubopa NpoBoaAT Yepes kaxable 10 aHanu3oB, a Takke B KOH-
Lie KaxdoW cepun aHanunsoB UNn Npyv cMeHe Npobbl C NMOMOLLBIO CTaHAapTa Ans Nepuoau4eckoi NpoBepky rpa-
OynpoBKU (4.16.4) 1 XONOCTOro pacTeopa Ang rpagynposku (7.3).

PesyneTaTt nsmepeHvs ctaHgapTta Ansg neprognyeckoi NpoBepku rpaayupoBKA He AOMDKEH OTNvYaTbes
OT €ro N3BecTHOW KoHUeHTpauumn 6onee Yem Ha 10 %.

KoHLUeHTpaLusi XonocToro pacTeopa Ans rpagyvupoBKu1, NofyvyeHHas npy nepuoauyeckoin nposepke rpa-
OYVPOBKU Npnubopa, AomkHa BbiTb HUKE J0MYCKaeMOoro pacxoXaeHus.
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11.5 Ecnu npu npoBepke rpagyvpoBKU BbIAIBIEHO HECOOTBETCTBME NMpuBEAEHHbIM BhilLe KpUTEpUsM,
nposepKy noBTopstoT. Ecnv oHa cHoBa He yaoBneTBopseT TpeboBaHNAM, rpagyvpoBKYy NPOBOAAT MOBTOPHO, @
3aTeM aHanM3npyT Bee Npobbl, KoTopble BbINM UCTbITaHbI MOCe NocneAHen yaoBNeTBOPUTENbHO NPOBEPKA
rpagyvpoBKu.

11.6 [Ons kaxgoro rpadyvpoBOYHOro UMM aHann3MpyemMoro pacTsopa BbIMOMHAIOT He MeHee TPex n3me-
peHuin Ha NCI-cnekTpoMeTpe 1 BbIMUCAAIOT cpegHeapudMeTnyeckoe 3HaYeHne, KOTopoe ABMSETCH pesyrib-
TaToM eAUHNYHOro ornpeaeneHus.

12 KoHTponb 3a Ka4eCTBOM aHanu3o0B

Komnnekc npoueayp, obecneunsarowmx KOHTPOIb 3a KaYeCTBOM aHarM3oB, Heobxoaum Ansi Toro, 4To-
6bl y6eauThbesl, UTO NPpUMeHsieMblli cnocob pasnoxeHus npob obecrnevnsaeT NONHOE U3BNEYeHUe onpeaensie-
MOrO 3f1ieMeHTa B pacTBOP U He BHOCUT 3arpsisHeHUN.

12.1 Bce npoLeaypbl, KOHTPONUPYHOLLME KAYECTBO aHanmn3a, MPoOBOAAT OAHOKPaTHO AN KaxKAon napTum
npo6 nnun ans kaxabix 40 npo6. Bcerga BeIGMpatloT BapuaHT, NPy KOTOPOM KOHTPObHbIE NpoLeaypbl NPpoBo-
OATCA valle.

12.2 UamepeHHble abcontoTHble 3HAYeHUs! KOHLUEHTpauWiA aieMEHTOB B PacTBOpPE XOSIOCTOro onbiTa
OOMKHBI BbITb MeHbLUE AOMYCKaeMOro pacxoXaeHus.

12.3 [ns kaxpon aHanusnpyemon npobbl NPOBOANAT UCNbITaHWE BTOPOW (NapannenbHon) HaBecku npo-
6bl. PacxoxaeHune mexay pesynbTaTaMu napannesbHbiX onpegeneHnii 4OMKHO COOTBETCTBOBaTL TpeboBa-
HWAM MOBTOPAEMOCTU, YCTAHOBIEHHBIM A8 AaHHOro metoda (pasgen 14).

Ecnu pacxoxgeHue mexay pesynbtatamu napannenbHbiX onpeaeneHuii 6onblie BeNUYMHbI NOBTOpsie-
MOCTH (cM. Tabnuuy 4), nocTynaroT B COOTBETCTBUM ¢ nogpasgenom 5.2 FOCT P UCO 5725-6.

12.4 MpoBoAAT aHanu3 BTOPUYHOTO CTaHAAPTHOIO 06pasua ¢ N3BECTHLIMU KONMMYECTBEHHBIMWN XapakTe-
pucTukamu (4.16.2), nony4eHHLIMU paHee Ha TOM e oTrpagyuposaHHOM npubope. PacxoxaeHne mexay pe-
3ynbTaTamy aHanusa QOMMKHO YAOBMETBOPATb TpeboBaHWAM, NpeabsBAsSEeMbIM K BOCNPOU3BOAUMOCTH
HacTosLLero MetToaa, a Takke TpeboBaHUAM K TO4HOCTU nabopaTopHeix paboT no MOCT P UCO 5725-6.

12.5 AHanus ocHoBHOro cTaHaapTHoro o6pasua (4.16.1) npoBoAAaT oAnH pas B kBapTan no NOMHoN cxe-
Me. PacxoxaeHue mexay pesynbTatammn aHanmsa OCHOBHOMO cTaHAapTHOro ob6pasiia AoSkKHO yAOBNeTBOPATb
TpeboBaHMAM, MpeabsBASIEMbIM K BOCMIPOU3BOAMMOCTI HAaCTOSILLIErO METOAA, a Takke TpeboBaHUAM K TOYHOC-
™1 nabopaTopHeix pabot no FOCT P NCO 5725-6.

12.6 o okOHYaHWM aHanM3a pPaccYNTLIBAKOT CYMMY MacCOBBLIX AONEN OKCUAOB BCEX HaWAEHHbIX 3re-
MeHTOB B Npobe, BbipaXeHHbIX B %. Ecnu B 9Ty cyMMy BKIIOUEHbI OKCUALI BCEX MAKpO- U MUKPO3MEMEHTOB, a
Takke SO,, TO CyMMa He onpefeneHHbIX 3MeMeHTOB He AormkHa npesbiwaTth 5 %. B cnyvae, korga cymma
OCTaBLUMXCH 3NEMEHTOB npeBbllwaeT 5 %, pesynbTal aHanusa cuuTalT He4oCToBepHbIM. Ecnu npuunHa
oLnbKN HeU3BeCTHa, BCe KOHTPOTbHbIE NpoLeAypbl MOBTOPSIOT.

13 O6paboTka pe3ynbTaToB

13.1 MaccoByto JOMI0 KaXXO0ro anemMeHTa B 3o15e 3,, BbipaXeHHY0 B %, BEIMUCTISIIOT No hopmyne

34 =CVD100’ (1)
m
rae C — KOHLUEHTpaLmMa onpeaenseMoro afemMeHTa B aHanusnpyemom pacTteope, Mr/am3 (Mkr/cm3);
V — o6beM aHanM3MpyeMoro pacteopa, NPUroTOBMIEHHOrO B COOTBETCTBUM ¢ pasaenom 10, am? (cm3);
D — cakrop pasbaBneHus;
m — Macca HaBecku 3071bl, B3ATON ANA aHanuaa, Mr.
13.2 lepecyeT MaccoBOI AOMNM 31IEMEHTA B 30/1€ HA MacCOBYI0 AONNIO 3M1eMeHTa B CyXoi npobe yrna 3¢,
%, NponsBoaAT no cpopmyne

d
99 2344 (2)
100
roe 3, — MaccoBas 10N afiemMeHTa B 3one, %,

AY — 30MLHOCTb CyX0i1 Npobbl, %.
13.3 MepecueT pe3ynLTaToB HA APYrue COCToAHWUA Tonnuea npouasoaaTt no FOCT 27313.
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14 MpeunsnoHHOCTb

npeLIM3MOHHOCTb HacTodwero metoaa onpegeneHna okCuaos Makpo- U MUKpO3ieMeHTOB B 3051e TBep-
A0ro MuHepanbHOro Tonnuea npeacrtaBneHa B Tabnuue 4. npeLIMSMOHHOCTb XapakrepusyeTca NOBTOpAEMOC-
TblO I 1 BOCNPON3BOANMOCTLIO R.

14.1 NoBTOpPAEMOCTb r

PacxoxaeHne mexay pesynstatamu AByX NapannenbHbIX onpeaeneHunii, NposeaeHHbIX B 0aHOW nabopa-
TOPUU OAHUM U TEM K€ UCTIOSNTHUTESNEM C UCMOMNb30BaHWEM OAHOWM 1 TOM e annapaTtypbl Ha HaBeckax, oTobpaH-
HbIX OT OHOW M TOW e NPOBLI 307k, AOIPKHO BbITh MeHbLLIE BENNYUHBI NOBTOPAEMOCTH, yKazaHHOM B Tabnuue 4.

14.2 BocnpousBogumoctb R

PacxoxaeHune mexay pesynbtaTtamy, Kaxabli n3 KoTopbiX NpeactasnaeTt cobor cpegHeapudpmeTmiec-
Koe 3HauyeHue pesynbTaToB ABYX NapasuienbHbIX onpeaeneHunin, Nony4YeHHbIX B pasHbIX labopaTopusix Ha npo-

6ax, oToBpaHHbIX OT OfIHOW 1 TOM e Npobbl 30Mbl Nocne nocneaHen cTagun ee NPUroTOBEHUS, AOIDKHO BbiTb
MeHblle BeMNMUYMHbLI BOCMIPOM3BOAUMOCTHU, yKasaHHOM B Tabnuue 4.

Ta6bnuuya 4—0O6nactb KOHLEHTPALUMIA U MAKCUMArbHO AONYCTUMbIE PACXOXAESHUA MexXay pe3ynbTataMmu onpeae-
TNEeHNA OKCMA0B MakKpOo- U MUKPOSNEMEHTOB B 301€ TBEPAOIo MUHEPANbHOro ToNNuBa

Okeunp anemeHTa O6nacrb KOHLeHTpauun MosTopsiemocTb r Bocnpoussogumocte R

SiO, 2,04 %—73,73 % -0,13+0,09 X 2,00 +0,10 y

AlLO3 1,04 %—29,54 % 0,17 + 0,06 X 0,86 + 0,07 y

Fe,0s 0,39 %—47,94 % 0,13 x 0,23y

MgO 0,40 %—7,29 % 0,02 + 0,08 x 0,11+0,11Yy

CaO 1,04 %—44,03 % 0,11X 0,25y

TiO2 0,06 %—1,47 % 0,02 + 0,07 x 0,05+0,12y

K0 0,09 %—2,53 % 0,06 + 0,11 X 0,14 +0,30 y

P20Os 0,10 %—1,34 % 0,01 +0,18 )Z 0,11 + 0,31 z

NayO 0,17 %—7,44 % 0,06 + 0,09 x 0,10+0,17 y

MnO, 198—834 ppm 0,16 x 0,42y

BaO 266—950 ppm 0,07 X 190 y

BaO 0,13 %—3,00 % 0,17 x 0,30y

SrO 285—10460 ppm 33+0,076 X 73+0,164 y

SO, 0,14 %—10,0 % 0,03 X + 0,06 0,08 y +0,06

X — cpeaHeapndMeTUUecKoe 3HaUYeHne pesybTaTos onpeaereHUs okeuaa sneMeHTa, NonyYeHHbIX B OHOM nabo-
patopun.

¥y — cpeaHeapnMeTMYecKoe 3HaueHne peayrbTaToB ONpPeaerieHns OKCUAAa SrIEMEHTA, MOMYHEeHHbIX B PasHbIX Na-
BopaTopusix.

15 lpoToKon ucnbiTaHUKU

MpOTOKOMN UCMBITAHWUM AOIKEH coaepXaTh creaytoLyo MHdopmaLuio:

a) nageHTudukaumio Npobbl;

6) cCbIfKy Ha HacTOSALWMIA cTaHaapT;

B) AaTy UCMbITaHUS;

r) pesynbTaTbl UCMBITAHWUA U METOAbl UX pacyeTa;

4) MapKy aTOMHO-3MUCCUOHHOTO CNeKTpoMeTpa ¢ UHAYKTUBHO CBSA3AHHON MNasMon, napameTpbl UCMbl-
TaHWUA.
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