®EONEPAJNIBHOE ATEHTCTBO

MO TEXHUYECKOMY PEFYNIMPOBAHUIO N METPONIOIrMK

HALUWOHANbHLINA FOCTP
CTAHOAPT
POCCUNACKOWN 54288—
®EOEPALUMNM 2010

YrmeeoaoPOAbl HE®TAHLIE CBETJIbIE
XUOKUE

KonuuyecTBeHHOe onpepeneHue crnegoB cepbl METOAOM
OKUCNUTENLHOW MUKPOKYJIOHOMETPUU

WUsnanne odmumansHoe

Mockea
CrangapTtiHhopm
2012


https://meganorm.ru/Index/11/11371.htm

rOCT P 54288—2010

Npeavcnosue

Llenu 1 npuHuuMnbl cTaHgapTusauun B Poccuiickonn deaepauuu yectaHoBneHbl PeagepanbHbiM 3aKOHOM
oT 27 pekabpsi 2002 r. Ne 184-93 «O TexHMYECKOM perynvpoBaHnmy, a npasuna NpUMMeHeHUs! HaLnoHarmnbHbIX
craHgapToB Poccuitckon depepaumm — MOCT P 1.0—2004 «CtaHaapTusauua B Poccuiickoii depepauun.
OCHOBHbIE NOSIOXEHUSA»

CBefeHus o ctaHgapTe

1 NMOArOTOBJIEH OTKpbITbIM akUMOHEePHbIM 0bLEeCTBOM «Bcepoccuickuin HaydHo-uccneaoBaTtesib-
CKWUIA UHCTUTYT Mo nepepaboTke HepTu» (OAO «BHUU HIM») Ha ocHoBe cobCcTBEHHOMO ayTEHTUYHOrO NEpeBo-
[a Ha pyCCKWUI SI3bIK cTaHAapTa, Yka3aHHOro B nyHkTe 4

2 BHECEH TexHuueckum komuteToM no ctaHgaptusauum TK 31 «HedTaHble Tonnuea U cMasouHble
mMaTtepuvanbiy»

3 YTBEPXJEH U BBEOAEH B OENCTBWE Mpukasom PeaepanbHOro areHTCTBa NO TEXHNYECKOMY
perynupoBaHuio U meTpororum ot 27 aekabpa 2010 r. Ne 1129-ct

4 Hactosiwun ctaHaapT naeHtndeH ctangapty ACTM 1 3120—08 «OnpeaeneHune cnedoBbiX KOMu-
YeCTB cepbl B CBETIILIX XUAKUX HE(TAHBIX YrneBogopoaax MeToA0M OKACIUTENbHOW MUKPOKYTOHOMETPUMY
(ASTM D 3120—08 «Standard test method for trace quantities of sulfur in liquid petroleum hydrocarbons by
oxidative microcoulometry»).

HavmMeHoBaHWe HacTosiLero cTaHaapTa USMeHeHO OTHOCUTENbHO HanMeHOBaHUA YKasaHHOro ctaHaap-
Ta ACTM ans npusegeHus B cooteetctBue ¢ FTOCT P 1.5—2004 (noapasgen 3.5).

Mpun NpMMeHeHUN HacTosALLero cTaHdapTa pekoMeHAyeTCst UCMOoNb30BaTh BMECTO CChINIOYHbIX cTaHaap-
TOB COOTBETCTBYIOLLME M HaLMoHasbHble cTaHaapTel Poccuiickon ®egepaunmn n MexrocyaapcTBeHHbIe CTaH-
AapTbl, CBEAEHUS1 O KOTOPLIX NpYBeAEeHb! B AOMONHUTENBHOM NpunoxeHun A

5 BBEJEH BINEPBbIE

UHpopmauus 06 usMeHeHUsIX K HacmosiweMy cmaHdapmy rybrukyemcsi 8 exe200H0 u30agaeMoM UH-
hopmalyUoHHOM yKazameriie «HaluoHanbHbie cmaHdapmbly, a mekcm U3MeHeHUll U rMornpagoKk — 8 exemMe-
CSI4YHO u30asaeMbix UH(hOPMaUUOHHBIX yKazamernsax «HayuoHansHbie cmaHOapmel». B criydae nepecmompa
(3aMeHbi) unu ommMeHbi Hacmosiueao cmaHdapma coomseememsyroujee ysedomiieHue 6ydem onybrukosaHo
8 EXXEMECSIYHO U30asaeMoM UHGhOpMaUUOHHOM yKadamerne «HauuoHanbHbie cmaHOapmsbi». Coomeememesy-
rowas uHgopmauusi, yeeOoMIIeHUE U MeKCMbl pasMewaromest makxe 8 UHhopmalUoHHoU cucmeme obujezo
ronb308aHus — Ha oghuyuarbHoM calime ®edepalsibHO20 azeHmMemea 1o MEXHUYECKOMY peayiupos8aHuro U
memporsioauu 8 cemu VIHmepHem

© CraHgapTtuHdopm, 2012

HacTosilwuii cTaHaapT He MOXeT BbITh MOMHOCTLIO UK YaCTUYHO BOCMPOU3BEAEH, TUPaXKUPOBaH U pac-
NpocTpaHeH B KayecTse oduLmMansHoro nsaaHnsa 6es paspelueHns deaepansHOrc areHTCTBa Mo TEXHUHECKo-
MY perynmpoBaHuic 1 MeTposiorim
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HAUUWOHANBbHBIAN CTAHOAPT POCCUMUCKOWN ®EOEPALUUNMN

YrmeeBoaorPoOAbl HESTAHDLIE CBETIbIE XXUWAKUE

KonuuecTtBeHHOe onpeaeneHue cneaoB cepbl
MeTOAOM OKUCNUTENbHON MUKPOKYJNTOHOMETPUHU

Light liquid petroleum hydrocarbons. Determination of trace quantities of sulfur by oxidative microcoulometry

Darta BBegenna — 2012—07—01

1 O6nacTb NpMMeHeHus

1.1 HacTosawui ctaHgapT ycTaHaBnMBaeT MeToA onpeaernieHust KoHLeHTpaLumu cepbl B npegenax ot 3,0
00 1000 mr/kr B CBETNLIX XXUAKUX YITIeBOAOPOAaX 1 TONNMBAX, CoOAEPXKaLLMX OKCUreHaThbl, KAMSLLMX Npy Temne-
patype oT 26 °C ao 274 °C (ot 80 °F go 525 °F).

MpwumeyaHune—lpegsapuTenbHble AaHHbIE NOKA3AMNM, YTO HACTOSLMIA METOA UCTIbITAHUS Takke NPUMEHUM
Ans onpeaeneHvs cepbl B AeHaTYpUpoBaHHOM TonnuBHOM 3TaxHone (ACTM [] 4806), MOTOpPHOM ToNnuBe Ans ABuraTtenei
€ uckpoBbIM 3axuratnem (ACTM [14814), ronnueHom sTaHone (Ed 75-Ed 85) (ACTM ] 5798) unm TonnmeHbIX 6€eH3MHOBBIX
CMeCsiX, COAepXKaLLmMX OKCUreHaTsl, ¢ KoHUeHTpauuer ataHona 6onee 10 %. OgHako Npeuu3anoHHOCTb Ansl YKa3aHHbIX Ma-
Tepuanos He onpegensinace. B HacTosiwee Bpems nogkomuTeT [] 02.03 paspabartbiBaeT hopMynMpOBKY NPELU3MOHHOCTU
ANA yKasaHHbIX Bbllle MaTepuanos.

1.2 [pyrve maTepuansl, Haxogswmecs B npeaenax temnepaTypbl oToopa dhpakumin, ykazaHHbIX B 1.1,
HO C KOHLeHTpaLueit cepel Bbie 1000 Mr/Kr, MOXKHO UCMbITLIBATL, pa3baBnss UX, YTobbl BBECTY B paMKu ycTa-
HOBMeHHOro Bbiwe npedena. Kpome Toro, HacToAWwMM MeToaoM MOryT BbiTb UCMbITaHbl 06pasLbl TOMMMB C
npegenamy KUNeHusi, BbIXOASLLMMA 3@ YCTaHOBMEHHbIE TpaHULbl, HanpuMmep AusesnbHble U 6uoamsensHble
ToMnnuBa.

1.3 3HauveHus, NnpuBedeHHble B eanHuLax cucteMbl CU, cniedyeT paccMaTpuBaTh Kak cTaHOapTHbIe.
3HayeHwus, NnpuBedeHHbIe B eAMHMLLAaX CUCTEeMbI AIONM-DYHT, NpMBedeHbl TOMNbLKO AN MHopmaumu. Mpeanoy-
TUTENbHBIMU eAVHULAMU SABASIOTCS MUNIUIPAMMbI Ha KunorpamMmm (Mr/kr).

1.4 B HacTosilueM cTaHdapTe He NpedycMOTPeHO paccMOoTpeHue Bcex BomnpocoB obecneyeHns 6eso-
MacHOCTW, CBA3AHHLIX C ero ucnosb3oBaHveM. Nonb3oBaTenb HacTosAWEero craHgapTa HeceT OTBEeTCTBeH-
HOCTb 3a NPUHATME COOTBETCTBYIOLIMX Mep 6e30MacHOCTU U 3a CoXpaHeHWe 300poBbSA NepcoHana, a Takke
onpegensieT LenecoobpasHocTb NPUMEHEHUSI 3aKoHOAATENbHbIX OTPaHUYEHNIA Nepes, ero UCMoNb30BaHNEM.
dopmynunpoBky 0cobbix Cry4aeB onacHOCTU NpuseaeHsbl B pasgenax 7—9.

2 HopmaTuBHbIe CCbINKKU

B HacTosilWem cTaHgapTe MCMonb3oBaHbl HOPMaTUBHBIE CChISIKU Ha criegyolme cTaHgapThl:

ACTM [ 1193 Cneuudukaumsa Ha Bogy-peaktns (ASTM D 1193, Specification for reagent water)

ACTM [1 1298 MeTtoa onpegeneHust NIOTHOCTA, OTHOCUTEMbLHOW MMAOTHOCTU (YAerNbHOro Beca) unu
nnotHocTu no APl ceipoln HedTn 1 xuaknx HedpTenpoaykToB apeometpoM (ASTM D 1298, Test method for
density, relative density (specific gravity), or crude petroleum and liquid petroleum products by hydrometer
method)

ACTM [1 4052 MeToa onpeaeneHust MiIoTHOCTU U OTHOCUTENbHOM MMOTHOCTU XKUAKOCTEN LMdPOBLIM
nnotHoMmepom (ASTM D 4052, Test method for density and relative density of liquids by digital density meter)

ACTM [ 4057 PykoBoacTBo no pydHomy otbopy npob HedbTu un HedTenpogyktoB (ASTM D 4057,
Practice for manual sampling of petroleum and petroleum products)

WU3paHune ocpmumnansHoe
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ACTM 1 4177 PykoBoAcTBO NO aBTOMaTuyeckoMy oT6opy npo6 HedTM M HedTenpoaykTos
(ASTM D 4177, Practice for automatic sampling of petroleum and petroleum products)

ACTM [] 4806 Cneuudukauns geHaTypuMpoBaHHOTO TOMIIMBHOIO 3TaHOMa A5l CMeLleHns ero ¢ 6eH3n-
HaMmu, NpUMeHsieMbIM1U B MOTOPHBIX TONNMBaXxX Ans ABuraTeneil ¢ UCKPoBbIM 3axuraHnem (ASTM D 4806,
Specification for denatured fuel ethanol for blending with gasolines for use as automotive spark-ignition engine
fuel)

ACTM [ 4814 Cneundmkaumsa TonnMeBa AN MOTOPHBLIX ABUraTenerd ¢ MUCKPOBbLIM 3aXWUraHuem
(ASTM D 4814, Specification for automotive spark-ignition engine fuel)

ACTM [1 5798 Cneuudukauma TonnusHoro ataHona (Ed75-Ed85) ana MOTOpHLIX ABUratenei ¢ UCKpo-
BbIM 3axuraHnem (ASTM D 5798, Specification for fuel ethanol (Ed75-Ed85) for automotive spark-ignition
engines)

ACTM 16299 PykoBoACTBO MO NPUMEHEHUIO CTAaTUCTUYECKUX MPUEMOB rapaHTUM KauecTBa ANA OLEHKN
paboTbl cuctem aHanuTU4eckoro namepenust (ASTM D 6299, Practice for applying statistical quality assurance
and control charting techniques to evaluate analytical measurement system performance)

Mpasuna OSHA 29 CFR, naparpadcsl 1910.1000 1 1910.1200 (OSHA Regulations 29 CFR, paragraphs
1910.1000 and 1910.1200)

3 CywHocTb MeToAa

3.1 Xugkuin obpaseu BBOaAT B TpybGKy ANs NMponu3a, B KOTOPOW MoAAepXuBaloT TemnepaTtypy
900 °C—1200 °C u vepes koTOpylo MpoTeKkaeT MOTOK rasa, cogepxawmi 50 %—80 % kucnopoga u
20 %—50 % uHepTHOro rasa (Hanpumep, aproHa, remvs u 1. 4.). Npu okMcnuTensHOM NUponM3e cepa nNpespa-
LaeTcs B ABYOKUCH Cepbl, KoTopasi 3aTeM nonagaeT B TUTPOBAlbHYIO sIMEKy, rae oHa pearupyeT ¢ MOHOM Tpu-
noauaa, NpUCYTCTBYIOWMUM B 3nekTponuTe. M3pacxoqoBaHHBLIA MpU 3TOM TpUMOAUA KyJTIOHOMETpPUYEeCKn
BOCCTaHaBMUBAETCS, U CyMMapHbI Tok (1 - ), TpebyeMblil Anst ero BOCCTaHOBMNEHUS, ABNSIETCS Mepoi coaep-
KaHusa cepbl, TPUCYTCTBYHOLLEN B UCMBITYeMOM obpasLe.

3.2 Mo mepe NOCTYNeHWs ABYOKUCH CEPbI B TUTPOBAIbHYIO AYEKY B HEl NPOUCXOAUT criedytoLas pe-
aKkums

I3 +80,+H,0 5> 80, + 31~ + 2H*. M

MspacxogoBaHHbIi B TPUBEAEHHON Bbille peakuuu MoH Tpunoanaa reHepupyeTcs KynoHOMEeTpUYecku B
COOTBETCTBWM CO crieayoLen peakumen

37 15+ 2. )

3.3 3T MUKPOBKBMBANEHTLI MOHA TOMMOAMUAE PaBHBI YACMY MUKPO3KBUBANEeHToB uoHa SO, B TUTpye-
MoM obpasLie, NoCTyNarLnX B TUTPOBAbHYIO SHEHKY.

4 3Ha4vyeHue U NpUMeHeHue

4.1 Hactogawunii MeTo UCMbITaHUS UCNONb3YIOT AN ornpeAeneHna KOHLEeHTpauun cepbl B CBETALIX XXNA-
KWUX yrnesogopoaax, 6eH3nHe 1 au3enbHbIX TOMMBaXxX U UX Npucaakax, rae Takme KOHUeHTpauun cepbl MoryT
6bITb BpeAHbl MPY UX NPOM3BOACTBE, dKCMIlyaTaumm 1 ucrnonb3osaHun. Usmeperue KoHUEHTpaLUun cepbl Npu
npoussoacTBe beH3nHa n AM3enbHOro TONMMBa U B OKOHYaTeNnbHOM NpoAyKTe TpebyeTca Kak Ana yperynupo-
BaHus, Tak n ans obecneyeHus BEpOATHOIO MaKCUMaIIbHOTO Cpoka CRyx6bl kaTanuTU4eckux KOHBEPTOPOB,
UCMOSb3YEMbIX B aBTOMOBGUIBHO NPOMBILLIIEHHOCTN.

5 Mewarowme akTopbl

5.1 Hactoawuit MeToa UcnbITaHUA MOXKHO NPUMEHSITh Npy 06LLet KOHLEHTpaLuum ranonaos, NpesbIlwa-
rowwen B 10 pa3 ypoBeHb cepbl, U 06w et KoHUeHTpauumm asoTa, npesbiwatolein B 1000 pas ypoBeHb cepbl.

5.1.1 Ona QoCTWXeHUA KONUMYECTBEHHOrO onpeaeneHust cepbl MO HacTosieMy MeTogy Heobxoaumo
TOYHO CNeAoBaThb YKa3aHUsAM, U BCE BO3MOXHbIE UCTOUHUKM 3arpA3HEeHUst Cepoil AOMKHBI BbITb YCTPaHEHbI.

5.2 HacToawuin metoa UCnbiTaHUiA HenpuMeHUM Npu obLuem coaepxaHumn B obpasue Taxenbix MeTan-
nos (Hanpumep, Ni, V, Pb u . a.) 6onee 500 mr/kr (ppm).

2
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6 Annaparypa

6.1 MoxHo ucnonb3oBaTb TPYOKY ANs NMponuaa u nevb ntoboi opmbl, HO OHU AOMKHBI COOTBETCTBO-
BaTb onpeaeneHHbIM NapameTpam. Ha pucyHke 1 npeacrasneHa TunMyHasa annaparypa, UCnonb3yemas B Ha-
cTosiLee BpeMms.

A S S s
/ VA

\ |
\1 (— |

1 — neHTouHbIM HarpeBaTtens (100 °C); 2 — BbIxoa; 3 — neys; 4 — LeHTp; 5 — BXOx;
6 — peareHTHbIV ras — kucnopog; 7 — ra3-HocuTenb — aproH

PucyHok 1 — TunndHas Tpybka ans nuponusa

6.2 TUNUYHBIA KOMMNEKT KYJITOHOMETPUYECKOro annaparta U cXeMa NoToka OKUCITMTENIbHOIO ra3a 4epes
Hero ana onpegeneHna cneaoB cepbl NpeAcTaBlieHbl Ha PUCYHKe 2.

4 6
[ [
) W77 /7. 9
1 o
5
10

1 — kucnopog; 2 — aproH; 3 — membpaHa ans Beoga obpasua; 4 — exop; 5 — nNUponu3Has nevb; 6 — 30Ha NUPonusa; 7 — BbIXo[;
8 — TUTpauuoHHas svelika; 9 — MUKPOKYNOHOMETP; 70 — NOTEHUMOMETPUYECKUIA CamonuceLl

PucyHok 2 — Cxema TUNMHHOro KynoHOMETPUYECKOTO annapaTa Afs onpejeneHnst cnejos cepsbl

6.3 Meub, obecneunsatolas TemnepaTtypy 900 °C—1200 °C, goctaTovHyHo ANS NOIHOTO TEPMUYECKOTO
PasnoXeHNs opraHN4eckon MaTpULbl U MOSTHOMO OKUCIIEHUS OpraHnYeckn cesAsaHHon cepbl Ao SO,. Hanuune
He3aBUCUMO perynupyeMelx TemnepaTypHbIX 30H Ha BXoJe U1 BbIXode He saBnseTcs ob6asatenbHbIM. MoXHO 1c-
Nonb30BaTh dMEKTPUYECKYIO Nevb.

6.4 Tpy6ka ans nuponusa, U3roToBreHHas 13 KBapLia 1 CKOHCTPYMpoBaHHasA TaknuM 06pasom, 4To obpa-
3eL, ucnapsieTcs B HarpeTon 3oHe nepea Nevbio U NepeHOCUTCH MHEePTHBIM rasoM-HoCUTeNeM B 30HY OKMCIie-

3
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HWA, rae ucnapuelmiics obpasel cMmelnBaeTCcsa € KUCNOPOAOM U TepMudecku pasnaraetcs. BxoaHoe
0TBEPCTUE AOMKHO BbiTh AOCTATOMHO BONbLUMM, 4TOOLI Nogo4Yka ¢ 06pasLOM NOMTHOCTLIO MOMELLANach B 30He
oKUcNeHua Tpybku 4N NMpon1sa U MoxHo 6bi1o HenocpeacTBEHHO BBOAUTL 06paseL, B HarpeBaemyto 30Hy
neped neubto. Tpybka ana nuponusa AomkHa UMeTb BGOKOBbIE KoneHa Afs BBoAda KUCIopoda U UHEepTHOro
rasa-Hocutens.

6.5 TutpoBanbHasa siuerika COCTOUT U3 Napbl 3NEKTPOAOB: U3MEepPUTENLHOro 3neKkTpoda U anekTpoaa
CcpaBHeHWs Ana onpeaeneHns U3MeHeHU KOHLUEHTpaLUnM MoHa TpUMoanaa; napbl reHepaTopHbIX 3NeKTpoaoB:
aHOOHOrO 1 KAaTOAHOrO 3MEeKTPOAOB ANA NoaAepKaHUA NOCTOAHHON KOHLIEHTpaLMn MoHa Tpumoanaa; BXOAHOro
oTBepCTMS AnA rasoobpasHoro obpasua u3 Tpybkv Ana nuponusa; BbIXOQHOTO OTBEPCTUSA ANs Bbixoda U3
TUTpOBanbHON A4Yelkn oTpaboTaBLINX ra3oB.

AneKTpoa cpaBHEHUA MOXeT BbITb 3MeKTPOAOM, U3rOTOBNEHHBIM U3 ABYX MaTepuanoB — Ag/AgCl, nnu
B BMAE MJIAaTUHOBOWM NPOBOMOKN B 3aN0NHEHHOW HANOMOBUHY AYEiKe C HACILLEHHBIM TPUMOANAOM.

MamMmepuTenbHbI 3NeKTpoa, a Takke aHOAHbIA U KaTOAHbIA 3NeKTpoAbl reHepaTopa U3roTOBNSIIOT U3 NNa-
TUHBL. Adeiika 4ns TUTPOBaHUA AOMKHA ObiTb TakoW, YTO6bl NepemMellMBaHue MOXHO BbiNo BbINOMHUTL Mar-
HWTHOM MeLlankon, MOTOKOM Fasa WK ApyrumMn noaxoaawmmm crnocobamn. MoxHo ucnonb3oBaTb Apyrue
N3MEpPUTENbHBIA SMEKTPOS U 3MEeKTPoA CPaBHEHUS, eCNU OHWU OTBeYaloT TpeboBaHUsAM HacToswero Meroaa
NUCNbITaHUS.

MpwumevyaHue—Cneayer cobnogarb akkypaTHOCTb, UTOOLI He HbINo Ype3MepHOro NepemMeLLIMBaHNS U YTOGbI
He MOBPEAUTL SNEeKTPOAbl Mellankom. [JocTaTouHO Nerkoro 3aBUXpPEHUs NPV NEPEMELLMBAHNN.

6.6 MuKpokynoHOMETp — annapat ¢ PerynMpoBKO/A NPOLLECCOB 3aTyXaHusl U BO3pacTaHusl, [OJKeH
obecneynBaTb U3MEpPEHNE NoTeHUMana napbl « M3MepUTENbHBIA 3NEKTPOA — 3NeKTPoa CPaBHEHUSI» U CpaB-
HeHue 3TOro NoTeHUMana ¢ NOTeHLManom cMelleHns. TUTPaHT BOCCTaHaBNUBAETCS MYyTEM YCUNEHUsI 3TOW
pasHOCTM NOTEHLMaNnoB 1 nepeaadn STOW PasHOCTU K Nnape reHepaTopHbIX 3MeKTpoaoB «pabouunin anek-
TpoA4 — BCNoMoraTebHbIi 3nekTpoa». MUKPOKYOHOMETP CYMMUpPYET KONMMYEeCTBO UCMOMb30BaHHOMO TOKA,
paccuynTbIBaeT SKBMBANEHTHYIO Maccy TUTPYEMOW cepbl 1 KOHLEHTPaLMIo cepbl B obpasLe.

6.7 JleHTO4HBIN camonucel, (Moboi), npegHasHavyeHHbIn Ans céopa AaHHbIX M NOCTpoeHUs rpaduka 3a-
BMCUMOCTW noTeHumana (mV) ot cbbema BBOAMMOro B MPOLEecce aHan1sa TUTpaHTa B siMeiky Ansa TuTposa-
HUS.

6.8 KoHTponnepsl noToka. Annapar goskeH 6biTb 060pyaoBaH KOHTpoMepammu notoka, obecneunsaio-
MMM NOCTOSIHHYIO Nodady KMcropoda 1 MHePTHOro rasa-HocuTens.

6.9 Tpybka ¢ ocywmTenem. OkucneHne obpasLa conposoxaaeTcsi 06pasoBaHMeM BOASHOroO napa, Ko-
TOpbIA, €ecnn AONYCTUTb ero KOHAeHcaLUmMio Mexay BXOA0M U BbIXOAOM TpyBKM AN NUPonnsa 1 S4enkon ans
TUTpoBaHus, byaet abcopbuposaTs obpasoBasLniics SO,. B pesynbTaTe nony4aloT HA3KYIO CTeneHs npespa-
weHus. na npegoTeBpalleHns 3Toro nomellatoT TpyOKy Ans agervapataumn ¢ hocdopHOl KUCTIOToN Mexay
AYENKON ANsi TUTPOBAHMWS 1 BbIXO4OM TPYBKu Ansa nuponmsa. MoXHo NpMMeHaTb apyrue cnocobbl, Hanpumep
ncnonb3oBaTbh JIEHTOMHBIA HarpesaTenb unu TpyOku, OTBOAsLUME BRary, ecnv npyM aToM rokasatenu
NPeLmM3nOHHOCTM COOTBETCTBYIOT YCTaHOBMEHHbLIM AN AaHHOrC MeToda.

6.10 LWnpuupbl ans otbopa npob. Heobxogum MukpoLunpul, obecnevnsaroLLmMii TOUHYO nogady oT 5 oo
80 cm?® oBpasua. BeoauMblil 06bem He forbkeH npeBbiwaTb 80 % BMeCTUMOCTH LMnpuLa.

6.11 Cucrema BBoAa obpasua. MoxHo ucnonb3oBath Noboi TUN crucTemMel BBoda obpasua.

6.11.1 Cucrtema BBOAa Nogoukn. Bxog Tpy6kM Ans NUponvsa repMeTMuHo coeauHaeTcs (npynamsaeT-
cA) ¢ cucTemon BBoga nodo4kn. Cructema obecneunsaeT OXNaXAEHHYHO 30HY Nepes neYbto ANs NogoyKu ¢ 06-
pasLoM [0 KOMUYeCTBEHHOro BBeAeHWs obpasla B N1o4ouKy M NpoayBaeTcs UHEPTHBIM ra3oM-HocuTenem.
3aTeM MexaHW3M, nepeMeLLatoLLniA I0A0UKY, NOMHOCTLIO BBOAUT NOAOHKY B 30HY OKUCMEHUS NEYN.

MexaHn3m nepemeLleHUs AOMKEH NpoaBUraTh 1 BbIBOAUTL NOAOYKY AnA obpasla B 30HY M U3 30HbI
OKMCIEeHUs NeYn ¢ peryrimpyemoit U NOCTOAHHON CKOPOCTbIO (CM. NpumeYaHue k 6.11.2).

6.11.1.1 Oxnagutens BBoAa foao4ku (nmtoboir). NMeTyuects o6pasua 1 06bem Bnpbicka MoXeT noTpebo-
BaTb NpYMeHeHNe YyCTpOoicTBa, obecrneunBaoLerc oxnaxaeHne nNogoukn ansa obpasua Ao BBeaeHus obpas-
ua. HacTosiTenbHO pekoMeHOylTCA TepModneKkTpuieckne OXMaguTenn WM YCTPOUCTBa peLupKynsumm
oxrnaxgeHHoum xugkoctu. OxnaxaeHue nogoyex c odpasLom Mexay aHannsamm MoXeT okasaTbes addekTns-
HbIM MpPY YCIOBWK, YTO 06bem obpasLa He CIULLKOM GOMbLLIOHA.

6.11.1.2 Nopoykv ans obpasLia U3roToBMeHbl 13 KBapLia Uimn us Apyroro NoaxoasLLero Matepuana, Ko-
TOphbIA He ByaeT BCTynaTk B peakuuio ¢ aHannsnpyembiM 06pasLomM UM coeanHeHUsAMIM cepbl, U AOMMKHBI Bbl-
JepX1BaTb BbICOKME TeMnepaTypbl B YCIOBUSIX HACTOSLWEro MeToAa UCMbITaHuSA.

4
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6.11.2 Cucrtema BBOAA MUKpoLUNPpULA AOSDKHA NodaBaTh onpeaerneHHyo Maccy obpasua us Hero B Ha-
rpeTyto obnacTtb nepen 30HON OKNMCNEeHUA TPyBKM AN NMPoNu3a ¢ perynupyemon 1 NoCcTosiHHOM CKOPOCTbIO.
Tam o6paseL ncnapsietcsl, U NOTOK UHEPTHOrO rasa-HOCUTENS, NPOAYBAaOLLMIA HarpeBaeMyto 30HY, NEPeHOCUT
ncnapueLUMICS 0bpaseL, B 30HY OKUCNEHWUA NUPONM3HOW nevun. Heobxoamm perynupyemolii MeXaHU3m nepe-
melleHuns, obecneunsaroLlmii BNpbicknBaHue obpasLa U3 MUKpOoLUNpULLa npu NocTosHHOM ckopoctu oT 0,5 ao
1,0 cm3/c (cM. npumMeydaHue).

Mpumedyanune—Cnegyer cobniogarb OCTOPOXHOCTb, YTOOLI HE BBOAWUTL 00paseL CMIWIKOM GbICTPO B 30HY
OKMCNEHNA NeYU U He YCKOPUTBb €ro CXXMraHne B Tpyoke ans nuponuaa. MporpammupyioT cuctemy BBoga obpasua ans no-
Aaun o6pasua Npu JOCTaTOUYHO KOHTPONUPYEMOIA U ONpeaeneHHoi CKOpPOoCTH, YTo6bl NPegoTBpaTuTL Nio6oe HenonHoe
CXuraHve No6oYHbIX NPOAYKTOB (KOKC Mnu caxa), obpasyiolmxcs Ha BbiIXoae 13 TpyOku Ans nmponuaa.

6.12 Bechbl ¢ To4HOCTLIO B3BewmnBaHus + 0,01 wmr.

7 PeaKTuBbl U MaTepuanso!

7.1 YuctoTa peakTMBoB. Bo Bcex UCMbITaHUAX AOMKHBI ObITb NCNOMbL30BaHbl peakTuBbl X. 4. Ecnu He
yKkasaHo 1HOe, TO BCe peaKkTuBbl OOMKHbI COOTBETCTBOBaTh crneuundukaumam Komuteta no peareHtam gns
aHanMTU4eckon XMMmnnm AMeprKaHckoro Xummndeckoro obLLecTBa, ecnu cneuudukaumm gocTynHbl!). PeakTuBsbl
ApYrovi cTeneHn YUCTOTbl MOXHO UCMONb30BaTh, €CMU MOATBEPXKAEeHa rapaHTusl, YTO peakTUB UMeeT CTeneHb
YWCTOThI, MO3BOMAIOLLYIO €ro UCMOb30BaHNe 6e3 CHMKEHWNS TOYHOCTU onpedeneHns.

7.2 YnctoTta Boakl. Ecnv HeT UHBIX yKasaHWi, CCbifikv Ha BoAy criedyeT NOHMMATb Kak CChIfTKA Ha peak-
TUBHYO BoAy, cooTBeTcTBYyOWY0 ACTM [ 1193, Tunsl 1l v 11

7.3 KBapueBas BaTa BbICOKOro Kfnacca kavyecTsa.

7.4 YkecycHas kucnoTa (CH,COOH). NeasiHas ykcycHas kucnoTa ¢ yaenbHbIM BecoM, paBHbIM 1,05 r/cm3
(MpepynpexaeHue — An. KopposnoHHo-arpeccusHa. optovas. [Npu npueme BHYTPb MOXET NPUBECTU K
cMepTenbHOMY ncxody. BosmoxHel cunbHble oxorn. BpedHa npu sabixaHum).

7.5 ®ocdopHas kucnota (85 % macc.). OptodhochopHas kucnota (H,PO,) (MpeaynpexaeHne — An.
KopposnoHHo-arpeccuneHa. Mpn npueme BHYTPb MOXET NPUBECTU K CMepTesibHOMY ucxody. BoisbiBaeT curb-
Hble oXxorn).

7.6 VHepTHbIN ras. AproH unv renuni Boicokoro knacca Ynctotel (HP) (He meHee 99,995 %), ucnonbaye-
Mble B kKayecTBe razoB-Hocutenen (MpepgynpexaeHne — CxaTbili ra3 Nnoa BbICOKUM AaBNEeHNEM. YMeHbLuaeT
B aTMocdpepe cofepxaHune kucnopoda ans AblxaHus).

7.7 Kncnopog. "as Belcokoro knacca unctotbl (HP) (He meHee 99,995 %), ncnonb3yemblin B kavecTse
rasa-peaktusa (MpegynpexaeHue — Kucnopoa cyLecTBEHHO yCKOpsieT CKUraHue).

7.8 TasoBble perynsaTopbl. [Ana kucnopoaa U UHEPTHOTO rasa-HOCUTENs AOSDKHbI ObITb UCNONBb30BaHbI
ABYXCTYNeHYaTble ra3oBble perynaropbl.

7.9 PactBopbl anekTponuTa ans sueiku. PacteopsitoT B MepHoii konbe 0,5 r noguaa kanua (KI) n 0,6 r
asupa Hatpusa (NaN,) npumepHo B 500 cM3 BoAbl BLICOKOI YACTOTHI, A06aBnsioT 6 M3 neaaHo YKCYCHOM Kuc-
notel (CH,COOH) 1 posoaat oo metkn — 1000 cm® unu cneaytoT cneumduKkaLMam U3roToBUTenNs.

MpumeyaHnune—Cneayer cobniogat OCTOPOXHOCTb M XPaHWUTL BOMbLUME KONMYECTBa 3NEKTPONUTa B TeM-
HOM MecTe. PekoMeHayeTcs Kaxable TPU MECsiLLa FOTOBUTb CBEXWIA SMEKTPOSIUT.

7.10 Asug Hatpua (NaNg), menkue rpaHynsl (Mpeaynpexaenne — TokcuueH. BuisbiBaeT pasapaxe-
HWe rnas u koxu. BapbiBoonaceH).

7.1 Woauna kanua (K1), MenKko rpaHynpoBaHHBbIiA.

7.12 Xnopupg kanusa (KCI), menko rpaHynuposaHHbIi. McnonbayioT Ans anekrpoia cpasHeHna ns Asyx
matepuanos, 1M Ag/AgCl.

7.13 Hurpart kanusa (KNO,), Mesiko rpaHynMpoBaHHbIA. CNonb3yoT Ans 3NnekTpoaa cpaBHeHNs Us AByX
marepuanos, 1M Ag/AgCl.

7.14 Wogp (1) pasmepom YacTul, 20 Melll UM MeHee OIS HACLILLEHHOTO 3MeKTPoAa CPaBHEHUSI.

" Xumuueckme peakimebl, Creumcukaumm AMEpUKaHCKOro Xummudeckoro oblectea, American Chemical Society,
Washington DC. [Ons oueHKM BO3MOXHOCTM WCMONb3OBAHWUS PeareHToB, He NepeyucneHHbIXx B cneundmkaumm
AMepUKaHCKOro Xmmmudeckoro obecTea, cnegyet obpawarecsi k Annual Standards for Laboratory Chemicals, BDH Ltd.,
Poole, Dorset, U.K., n k United States Pharmacopeia and National Formulary, U.S Pharmaceutical Convention, Inc.
(USPC), Rockville, MD.
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7.15 Tonyon, KCUMOnbI, U300KTaH, X. Y. (MOXHO NPUMEHATb Apyrue pacTBOPUTENMW, aHaNornmyHble TeM,
KOTOpble BCTPevanTcs B aHanM3npyeMbix obpasuax). TpebyeTcst KoppeKTMpOoBKa XONOCTOro onbiTa No pacTBo-
putenio, 06yCHOBI'IeHHa$I cep0|7|, ﬂpwcyTCTByIOU.leﬁ B pacTBopuUTENndx, NpuMeHaemMblX Ana npurotopneHua
cTaHaapTa u pasbaBneHusi obpasua (MpeagynpexgeHue — Bocnnamensiiolmeca pactsoputenu. BpegHbl
npw BabIXaHUA. [Napbl MOTYT SIBUTLCA NPUYMHON NOXapa).

MpumeyaHue—TlpuMeHeHne pacTBOpUTENEN C HEAETEKTUPYEMbBIM (HEONMPEAENAEMbIM) YPOBHEM CepbI

OTHOCUTENBHO CoAepXaHus cepbl B 06pa3ue MOXeT caenartb HEHY)XHOW KOPPEKTUPOBKY pacTBOPUTENSI MO XONOCTOMY
onbITY.

7.16 OubeHsoTnoceH — FW (MonekynsipHbii Bec) 184,26; 17,399 % macc. no S.

MpwumeyaHune—IlpumeHeHne pacTBopuTenei ¢ HeAeTEKTUPYeMbIM (HeonpeaensiemMbiM) YPOBHEM Cepbl
OTHOCUTENBHO CoAepKaHus cepbl B 06pasLe MOXeT caenaTb HEHYXXHOW KOPPEKTUPOBKY PACTBOPUTENS MO XONOCTOMY
OnbITY.

7.17 n-bytuncyneduag — FW 146,29; 21,92 % macc. no S.

MpumeyaHue—TllpumeHeHne pacTBOpUTENEN C HEAETEKTUPYEMbIM (HEoNpeaensiemMbiM) YypOBHEM Cepbl
OTHOCUTENBHO CoAepXaHus cepbl B 06pa3ue MOXeT caenaTtb HEHY)XHOW KOPPEKTUPOBKY pacTBOPUTENS NO XONOCTOMY
onbITY.

7.18 TuoHadTeH (6eH30TUOdeH) — FW 134,20; 23,90 % macc. no S.

MpumevaHuns

1 TNpumeHeHve pacTBOpUTENE C HEAETEKTUPYEMbIM (HEoNpeaensieMblM) YPOBHEM CEPbl OTHOCUTENBHO CoaepXa-
HKA cepbl B oBpasLe MOXeT caenaTb HEHY)XHOW KOPPEKTUPOBKY PacTBOPUTENS MO XONOCTOMY ONbITY.

2 Ecnu Heo6xoamMmo, TO MOXHO NMPUMEHSITb KOPPEKTUPOBKY HA XMMUYECKUe NpUMECH.

7.19 Cepa, cTaHAapTHbIV pacTeop (MpubnuantensHo 1000 Mr S/cm3); roToBAT UCXOQHLIA PacTBOp, akKy-
paTHO B3BewwuMBas npubnusutensHo 0,5748 r aubeHsoTnodera nunu 0,4652 r H-6yTuncynbduaa unn 0,4184 r
ToHadpTeHa B MepHyto konby Tuna A o6bemom 100 cmi. [lonvsatoT A0 MeTKU BbiGpaHHBIM pacTBopuUTEnem.
OTOT UCXOAHBIV pacTBOP MOTOM MOXHO pa3baBnaTb 4151 NPUroTOBNEHNA paboumx U kKanMBpoBOYHLIX CTaHAaPT-
HbIX 0Bpa3LOB (CTaHAAPTOB) Cepbl, Kak ykasaHo B Tabnuuax 1—3 (cMm. npumevaHuns)

6
ABC10 3)

MKI S/em® = T
100 cm
rae A — KonMyecTBO cTaHdapTHoro obpasua, T;
B — maccoBas gons cepbl S B cTaHaapTHOM o6pasLe;
C — maccoBasi oS YNCTOro cTaHAapTHoro o6Gpasia B peaktuse (CTeneHb ero YncToTthl), % macc.

MpumevaHns

1 Paboumne n kanmbpoBoYHbIe CTaHAapTHbIE 06pa3Lbl, NPUIOTOBINEHHbLIE Ha PETYNSIPHON OCHOBE, PEKOMEHAYIOTCS B
3aBUCMMOCTM OT 4acTOThl MPYMEHEHUS U CPOKa rogHOCTU. OBbLIYHO Y MCXOAHBLIX PACTBOPOB CPOK FOAHOCTM COCTABIISIET OKO-
no 3 mec.

2 KannbpoBouHble CTaHgapTHble 06pasLibl MOXHO NPUIOTOBUTL U pa3baBuTb No «macca/maccay, ecnv pesynbrarbl
pacyeTa TOYHO YCTaAHOBIEHbI, YTOBbI UX COrNacoBaTh.

3 MoxHO ncnonb3oBaTh UCXogHbIE, paboune U KanMbpPOBOUYHbLIE CTaHAAPTHLIE 06pa3L bl U3 KOMMEPYECKUX UCTOYHU-
KOB, €CNnu Nocne NPOBEPKU Ha TOUHOCTb OHW COOTBETCTBYIOT XapakTEPUCTMKAM HACTOSILLETO METOAA UCTbITAHUSI.

Ta6bnuuya 1— PekomeHgyemMoe NpuUrotToBreHne paboumx ctaHaapToB

KoHueHTpauus pabovero
craHpapTa, Mkr S/cm®

KoHueHTpaums ncxogHoro
pactsopa, Mkr S/cm®

O6BLEM UCXOHOTO
cTaHaapra, cm®

06wt o6vem paboyero
craHpapra, cMm

500 1000 25 50
50 1000 5 100
10 500" 2 100

A PaGouunit cTanaapT.
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Tabnuua 2— PekoMeHayemble KanubpoBOUHbIE CTaHAAPTHLIE 06pa3Lbl B 3aBUCMMOCTY OT XKeNnaemoro kanuépo-
BOYHOTO AManasoHa

KoHueHTpaums kanuBpoBOYHbIX CTAHAAPTHBIX 06pa3Los, Mr S/cm®
KanubpoBouHbIli AanasoH,
mr S/kr
KoHueHTpaums 1 KoHueHTpauus 2 KoHueHTpauus 3

Cnegbl — 2,5 0,2 1,0 2,5

0,5—50 0,2 5 50

1,0— 250 0,5 10 250

2,5—500 1,0 25 500

5,0 — 1000 2,5 50 1000

Ta6bnuya 3 — PekomeHgyemoe NPUroTOBNEHNE KanMOPOBOYHbIX CTaHAApTHLIX 06pa3LoB

KonueHTtpauus pabouero O6bem pabouero 6 O6umii obbem Konuentpauma
cranpapra, Mkr Siom® cranpapra, ov® Kanu posounorg cTaHgapra, KanubpoBOYHOTO carannapra,
’ ’ MKr S/cm
10 2 100 0,2
10 5 100 0,5
50 2 100 1,0
50 5 100 2,5
50 10 100 5,0
500 5 100 25
500 10 100 50
1000* 25 100 250
500 — — 500
1000* — — 1000%

A CraHaapTHbIN (MCXOAHLIV) PacTBop.

7.20 Cepa, cTaHAapTHbIA pabo4uii pacTBop; roTOBAT paboyne cTaHAapThl, Kak ykasaHo B Tabnuue 1, uc-
nonb3ys cTaH4apTHYIO MEPHYIo NUNeTKy Tuna A.

7.21 O6pa3subl rapaHTumM kayectsa (QA). O6pasLbl, ABnsaowmecs HedpTAHBIMA MaTepuanammn U ctTax-
AapTHBIMU NPOAYKTaMU € U3BECTHBIM COAEPXKaHMEM CepbI, KOTOpPbIE HEe UCMOMb30BaNUCL NPU NOMyYeHUN Ka-
nnBpoBoYHOA KpuBol annapatypbl. 3T o6pasubl (QA) [OMKHBI UCMONb30BATbCs ANS  MPOBEPKU
[I0CTOBEPHOCTM NpoLiecca UCNbITaHWs, Kak ykasaHo B pasgene 11. B Hanuumm gormkHo BblTb 4OCTaTOYHOE KO-
nuyecTso obpasua QA Ans nNpeanonaraemMoro nepuoga npumeHeHusl, obpaseL, 4OMKeH BbiTb FOMOTeHHbLIM 1
CTabunbHbLIM NPU XpaHeHUn 1 B OXNO2aeMbIX YCIIOBUSIX.

8 Bonpocbl 6e3onacHoCcTH

8.1 UcneiTaHne no HacTosilemMy MeTOAY MPOBOAAT MpW BbICOKOW TemnepaType. Heobxogumo cobrto-
AaTb KpalHIo OCTOPOXHOCTbL B Cliy4Yae NpUMeEHEHUst BOCTNaMeHSIOLLMXCA MaTepuanos B6GN13un neyu.

8.2 CnegyeT cobnogaTe AeUCTBYIOWME B HACcTOsILLEe BpeEMS NpaBuia 1 NpoTOKOMbl NocTaBLMKa AaH-
HbIX No 6e30MacHOCTU MaTepuanos, UCMOMb3yeMbIX B HACTOSILLIEM MeToAe UCMbITaHNS.



rOCT P 54288—2010

9 OT60p Npo6

9.1 Mpoby ansa ucnbiTaHusa nonyyatot B cootBeTcTBUM ¢ ACTM [ 4057 n ACTM [1 4177. YT06bI CoXpa-
HUTb NeTyuYne KOMMOHEHThI, UMeoLMecs B HEKOTOPbIX Npobax, X He XpaHAT OTKPbITbIMW AOMbLUE, YEM 3TO He-
obxoaumo. Mocne ot6opa nNpobbl cnegyeT NPOBOAUTL aHanu3 Kak MOXHO 6bicTpee, 4Tobbl NpeaocTBpaTUTL
3arpsisHeHue Uy NoTepio cepbl B pesyfbTaTe HesawwUIWEeHHOCTU UK KOHTaKTa ¢ KOHTEMHepPOM.

9.1.1 (NpeaynpexaeHue — Npobbl, oToOpaHHbIE NpY TeMnepaTtype HWKe KOMHaTHOW, MOTyT yBenu-
ynTbCcA B 06beMe 1 pasopBaTh KoHTelHep. Mo3ToMy koHTelHep He crieqyeT 3anonHATL Npoboit AoBepXy, He-
0bxoaMMo Hag Nnpoboi ocTaBUTb AOCTATOMHOE BO3AYLUHOE NPOCTPaHCTBO).

9.2 Ecnu npoby He UCNonb3yloT cpasy, To Nnepea oT6opom obpasuia A UCTIBITaHUA COAEPKUMOE KOH-
TelHepa TwarensHO NepemMeLLnBaloT.

10 MoproToBka annapaTtypbl

10.1 AkkypaTHO BCTaBMsIIOT KBapLEeBYo TPpYBKY Ana NUponusa B neys U NpUCOeanHAIOT MUHAU KUCTTOPO-
[a W UHepPTHOTO rasa-HocuTens.

10.2 lMp1coeanHsIIOT CUCTEMY NepeMeLLeHNUs NOAOYKU U CUCTEeMY, NMPUBOASALLYIO B ABMXKEHWE LINpUL, K
Tpy6ke Ana nuponusa.

10.3 BbINOSHAIOT NPOBEPKY Ha YTEUKY B COOTBETCTBUM C MHCTPYKLUMSAAMUA USrOTOBUTENS.

10.4 B cOOTBETCTBUU C UHCTPYKLUAMM U3TOTOBUTENA COBUPALOT AYeiiKy AN TUTPOBaHWS U 406aBnsioT
Bce TpeByemble pacTBOPbI, BKMOYAA 3MEKTPOSIUT Ansa Aueik.

10.5 MpucoeanHAIOT A4eliKy ANA TUTPOBAHMUA K annapaTy B COOTBETCTBUAN C MHCTPYKLUUAMMU U3TOTOBUTENS.

10.6 PerynupytoT NOTOK rasos 1 ycTaHaBAMBalOT TeMNepaTypy neyn v MHCTpyMeHTanbHble napaMeTpbl
(TeXHWUYecKne) B COOTBETCTBUN C UHCTPYKLMAMMN U3rOTOBUTENSA.

10.7 Tpu UCNoNb3oBaHWM CUCTEMBI BBOAA NOAOYKM NOAOYKY ANA aHanusa npeasapuTensHO Npokanu-
BAlOT COMMACHO MHCTPYKLIUSIM U3rOTOBUTENSA.

11 Kannb6poBka u craHgapTMsauums

11.1 Cneays npouedypam, pekoMeHAyeMbiM W3roTOBUTENEM, ycTaHaBnuBaloT paboune napameTpbl
annapaTypbl Ans BHYTPeHHel kanubposku. Ecnu annapatypa He cHabeHa BHYTpeHHeW kanubpoBKOW, TO
aHanmM3upyrT XOMNOCTOW PacTBOp U KanMbpoBOYHbIE CTaHAapTHbIE 06pasLbl, PEerMCTPUPYIOT UX 3HaYEHUs B
MUKpOrpaMmmax UM HaHorpaMmmax cepbl v BPYUHYHO CTPOSIT KanuBpoBOUHYHO KPUBYIO.

11.2 Kanu6poBo4Hble cCTaHAApTHbIe 06pa3Lbl

BbibupatoT no Tabnuue 2 HeobxoauMbIn AnanasoH kannbposku. [1ns BbIGpaHHOro AnanasoHa rotoBaT
COOTBETCTBYlOLUME KanMbpOBOYHbIE CTaHAapTHbLIe 00pasLbl, ykazaHHble B Tabnuue 3. KoHueHTpaumu kanuob-
POBOYHLIX CTaHAAPTHLIX 06pasLOeB, MKr S/cM® | paccHUTLIBaOT Mo cneaytollei dopmyne

AB
KoHueHTpaumsa kanubpoBo4HOro ctaHgapTHoro obpasua = 100 (4)

rae A — KoHLEeHTpauusa pabodero Unm UCXoQHOro pacTeopa, MKr S/cms;
B — KonuyecTBo paBoyero UM UCXoAHOro pacTeopa, cMe,

MpumeuaHwns

1 PekomeHnayeTcs kannbpoBoyHas KpUBasi C TpeMs cTaHAapTHbIMKU o6pasuamm. PekomeHayeTcsi NPUMEHsITb CTaH-
AapTHble 06pasLbl, OXBaTbiBalOWMe Npearnonaraemsivi AnanasoH KOHUEHTpauuii cepbl B aHanmampyembix obpasuax. Mox-
HO UCIMOMNb30BaThb KaNUBGPOBOYHbIE KPUBbLIE C OAHUM UNW ABYMS CTaHAAPTHbIMK 0Opa3uamu, a Takke 6onbLime KOMNNEeKTb
CTaHAapTHbIX 06pa3LoB, €CNK NOHSTHO, YTO KaNMBPOBOYHAS KPUBAS ABNSIETCS IMHENHON MO BCEMY U3MepsieMoOMy Agnana-
30HY KOHLIEHTpauuu 1 cTaHpaapTHble 0OpasLibl COOTBETCTBYIOT 3HAYEHUSIM XapaKTepUCTMK HACTOSILLEro MeToAa ucnbiTa-
HUs.

2 Wcnonb3oBaHue KanmbpoBOYHbIX CTAHAAPTHBIX 06Pa3LOB C pa3HbIMU KOHLEHTPaLMSIMU BO3MOXHO NPU YCNOBUW,
4TO OHM OXBaTLIBAIOT MpeArnonaraembIvi AnanasoH KOHUEHTpauui aHanuampyemblx o6pasLoB U COOTBETCTBYIOT 3HAYEHU-
AIM XapaKTepuUCTUK HaCTOSILLEro MeToAa UCTIbITaHuS.

11.3 BblbupaloT COOTBETCTBYIOLMIA MUKPOLINPUL, YuUTbIBaA 06beMbl 06pasua KoHUEHTpauui cepbl B
cTaHaapTHbIX o6pasuax, ucnonbayemMblx Ans kanubpoBku annapaTypbl, B COOTBETCTBUU ¢ Tabnuuen 4.

8
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11.4 Mepen aHanNU3oM MUKPOLLUNPUL, NPOMBIBAIOT HECKOMBLKO pa3 o6pasuoM. Ecnu B XXMAKoCcTM ecTb ny-
3bIpbKKX, TO MUKPOLLIMPUL, CHOBA NPOMBIBAOT U 0TOMpatoT HOBLIN 0bpaseL.

11.5 KonuuyecTBo obpasLa MOXHO onpeaennTb ¢ UCNOoNb3oBaHWEM MUKpoLInpuua no o6bemy unm no
Macce. Konuuectso 0bpasua AomkHO cocTaBnaTb He 6onee 80 % BMeCTUMOCTU MUKpoLINpULa.

Ta6nunuya 4 —PekomeHgyembie o6bembl 06pasua Ans npeanonaraeMbiX KOHLEHTPaunn cepbl

KoHueHTpauus cepul B 0bpasue, mr S/kr BeepeHHbIn 06bem obpasua, MK Macca cepebl, Mkr S
Cnepbl — 5,0 80 Cneabl — 0,25
0,5—50 60 0,03—1,5
1,0 — 250 30 0,03—5,0
2,5—500 20 0,05—5,0
5,0 — 1000 10 0,05 — 10

11.5.1 U3mepeHune o6pa3ua no o6vemy

O6bem Beogumoro obpasua nonyqatoT, 3anofHAs MUKPOLLINPUL, A0 BbibpaHHoro o6bemMa, otBoAsA nop-
LeHb Tak, 4ToObl HKHUIA MeHUCK 06pasua Haxoauncs Ha 10%-Hol oTMeTKe LUKasbl WnpULa, U PerucTpupyroT
o6bem xuakocTu B wnpuue. MNocne BeeaeHUA o6pasua 0TBOAAT NOPLUEHb CHOBA, YTOObI HYKHUIA MEHUCK XXnUa-
kocTW Haxoauncs Ha 10%-Hol oTMeTKe LKanbl, U CHOBAa PErMcCTpUpyoT o6beM XuakocTu B wnpule. PasHuua
Mexay ABYMSI 3TUMW NMokasaHUsMU cocTaBnseT o6bem BBeaeHHoro obpasia.

MpumeyaHune—MoxHO CNONB30BATL YCTPOUCTBO aBTOMaTUYECKOro oT6opa Npo6 n BnpbiCka BMECTO npoLe-
Aypbl, ONMCaHHONM ANA PYYHOrO BBOAA WNPULEM.

11.5.2 UamepeHue o6pa3uya no macce

Wnpuy anst o6pasua B3BeWMBAKOT 40 W NOcne BBoAa AnA Toro, YTobbl onpeaenyTb KONMYecTBO BBEAEH-
Horo o6pasLia. ToT npuem obecrneunsaeT 6OMbLLYIO NPELM3NOHHOCTb, YeM MeTo/ UsMepeHusi obbema, npu
YCIOBUW, YTO UCMOSbL3YIOT BECHI C NPELU3UOHHOCTLIO + 0,01 Mr.

11.5.3 Kak Tonbko Mukpolunpuuem byaet uamepeHo CoOoTBETCTBYHOLLEe KonnyecTBo obpasua, obpasel
Hagnexalm obpaszom KoNMM4ecTBEHHO NepeHocsT B annapat. CylecTByIOT [1Ba anbTepHATUBHBIX TEXHUYeC-
KX npvema.

11.5.4 Cucrtema BBOAA NOOOYKA: KONMMYECTBEHHO BBOASAT obpaseL, MefreHHO BbiNyckas cogepkumoe
Lnpuua B Nodouky Anst obpasua, cogepxallyto KBapLEBYIO BaTy, UTOObl y4ecTb MOCeQHIO Kanmiio C KOHYUKa
urnbl WNpuua. YaansoT Wipuy, U HeMeaneHHo HauuHaloT aHanus. basosas NnHUA annaparta A4okHa ocTa-
BaTbCsl CTAbUMbLHOM A0 Tex Mop, NMoka NoAoYKa He AOCTUrHET MeuYn U He HauyHeTcst ucnapeHue obpasua
(cM. npumedaHue).

M pwnMeyaHune— PekomeHgyercs, Npu HEOGXOAUMOCTH, YMEHbLUMTL CKOPOCTb ABWXEHUA NOAOYKU UNK OCTa-
HOBWTb NTOAO0UKY HA KOPOTKOE BpeMsi, YToBbl 06ecneunTs cropaHue Bcero obpasua u nabexartb neperpysku CMCTeMbl CK1-
raHus.

MporpaMmMa cucTembl BBOAA A0OIDKHA COXPaHATh JIOA0YKY MOJTHOCTLIO B 30HE OKUCTIEHUA NeYu B TeveHue
BpemMeHu (BpemeHu NpebbiBaHUSA), 4OCTaTOYHOro, UTOObI MOMTHOCTLIO OKUCNUTL 06paseL, Npexae YeMm yaanuTb
noaouKy ¢ obpasuiomM u3 neun. Cnegyrowuia BBog o6pasua ocyLecTBASAIOT He MeHee YeM Yepes 2 MUH nocre
oxnaxaeHUa NoAoYKN U JOCTUXKEHUS €10 NO3ULIMK «MOJTHOTro OTBeAeHUs Hazaay (CM. NpuMedaHns).

MpumevaHwns

1 Bpewmsi npebbiBaHusi B nevn, TpebyioLeecs Airisi NONIHOIO OKMCIEHUS] I0B0ro 0CTaBWerocs B NOAOYKE OCTaTKa, 3a-
BUCUT OT maTpuubl obpasua. O6bMHO focTaTouHoe Bpemsi npebbiBaHusi coctaensieT 120 ¢. Ytobul o6ecneunts nonHoe
cropaHue o6pasua, yBenuumsaloT BpeMsi NpebbiBaHUs NTOAOYKUA B NEYN.

2 Crenenb Tpebyemoro oxnaxaeHus Noaoykn Ao Bripbicka o6pasua 3aBUCUT HENnocpeaCTBEHHO OT NeTy4ecTy u
pasmepa obpasua. YCTpOUCTBO Ansi OXNaXKAeHUs! NTOAOYKM, YBENUYEHNE BPEMEHU OXNAXKAEHNS NOAOYKN UNU U TO, U APY-
roe MOXHO UCNOMb30BaTh Arsl KOHTPOrS UcnapsieMocTy obpasua Ao Tex nop, Noka Nogoqka He AOCTUTHET Nevn.

11.5.4.1 YMeHbLIaIOT CKOPOCTb ABWXKEHUSI JIOQOYKK, pa3Mep obpasua unm n 1o, U apyroe, ecnv Ha Bbl-
XOAHOM KOHUe TpybKku Ans nuponusa HabnoaarT Harap Unu caxy.
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YBenuunBatT BpemMs npebbiBaHus NOA0UKM B 30HE OKUCTIEHUS ey, eCIK Ha noaoYke HabnoaaeTca Ha-
rap Unu caxa nocre Toro, Kak aHanms 3akoH4eH.

11.5.5 Cucrema BBOAA WNpuLa

Ona HenocpeacTBEHHOrO BNpbICKa akkypaTHO BCTaBMSIOT UIMy LWpULa BO BXOAHOE OTBEpCTUE TPYGKU
ONS CKUraHUA 1M NPUCOeAUHSAIOT LIMPUL, K NepeMeLlaoieMmy MexaHnamy. flaiot Bpemsa ana ucnapeHns ¢ urnkbl
ocTaTkoB obpasLia (XonocTol onbIT urfbl). Kak Tonsko 6a3osas nuHUA ByaeT ycTaHOBNEHa, TOTYAC HauMHaT
aHanua. Kak Tonbko obpasel 6ygeTt HabpaH B LUNPULL U NOMHOCTLIO BBEAEH, LUNPUL, Cpasy yaansaoT, a aHanus
CUNTAIOT 3aKOHYEHHbIM.

MpwumeyaHue—Ytobbl n3bexatb Nepe3arpy3km CUCTEMbI CXUFaHWS, PEKOMEHAYEeMble CKOPOCTU BNPbICKUBA-
HUs obpasua HaxoasaTes B gnanasoHe ot 0,5 o 1,0 mkn/c.

11.5.5.1 YMeHbLluatoT pasmep obpasua, CKOpoCTb BNPLICKUBAHUA UMK U TO, U ApYroe BMecTe Npu Hemnoc-
peacTBEHHOM BNpbICKMBaHWKM UCMbITYeMoro obpasua B neyb, ecriv Ha BbIXOAHOM KOHLIe Tpy6Okun Ansa nuponusa
HabnogdatoT Harap UM caxy.

11.6 OgHUM K3 ABYX CneayroLMx TeXHUYEeCKUX NpueMoB KanubpytoT npubop.

11.6.1 ABTOMaTU4ecKasa BHYTpPeHHsIs kKanubpoBka

UamepsitoT kannbposoyHble cTaHaapTHble obpasubl U XONIOCTOW pacTBOp No OAHOW U3 npoueayp, onu-
caHHbIX B 11.3—11.5.5. AHanM3npytoT XOMOCTON pacTBOP U Kaxabli cTaHAApPTHLIA obpasel, He MeHee Tpex
pas. Mpnbop kanMbpyoT cornacHo NHCTPYKLMAM nsrotosutens. Utobbl onpeaenntb KONMYeCTBO Cepbl B HEU3-
BeCcTHOM ob6pasLie, NCNOMb3YIOT SIMHENHYI0 perpeccuto NepBoro UNW BTOPOro nopsiaka unm KannbposouHyto
KouByto. PaBboTy cucteMbl criegyeT NpoBepsAThb Npu NpUMEHeHUN Kaxabli AeHb (pasgen 12).

11.6.2 KanubpoBo4Has KpuBas, nony4yeHHasi Bpy4Hylo

M3mepsatoT XonocToi pacTeop 1 KannbpoBoYHble cTaHAapTHEIe obpasLibl Mo OAHOM U3 npoueayp, yka-
3aHHbIX B 11.3—11.5.5.

He meHee Tpex pa3s aHanManpyoT XONOCTON pacTBOP U KanMbpoBoUHbIe cTaHAapTHbIe o6pasLbl U peruc-
TPUPYIOT NX aBContoTHbIE 3HAYEHNs B MUKpOrpaMmmax Uin HaHorpaMmmax cepbl. Beluntalot cpegHee sHaveHue
XOMNOCTOro pacTBopa M3 KaXaoro KanmbpoBOYHOrO cTaHAapTHOro obpasua U CTPOST KPUBYIO 3aBUCMMOCTHU
macchl Cepbl, U3MepPeHHON AN KaXaoro kanubpoBOYHOro cTaHaapTHoro obpasua (ocb y), OT TeopeTUdeckomn
Macchl BBeeHHON cepbl (0cb X). Micnonb3ayoT NMMHEeNHYo perpeccuio Nepeoro U BTOPOro nopaaka n CTpoaT
KanMBPOBOYHYIO KpUBYLO, YTOGHI ONpeaenuTb KONUYeCTBO cepbl B Hen3BecTHoM obpasue. PaboTy cuctemol
cnegyeT MpPoBepPSATh KaXablil AeHb NPUMEHEHNS.

M pnMmedHaHune— He Bcs cepa 06pa3u,a, Haxoasiweroca B 30He OKUCNEeHNA Nevn, MoxXeTt 6bITb oTTUTpOBaHa B
Buge SO,. Kpome Toro, B ycnoBusix CUMbHOTO OKMCNeHUs B Tpy6ke Ana NMponmn3sa kakoe-To KoNMYecTBO Cepbl NpeepaaeT-
cAB 803 N He pearnpyeT C TMTPaHTOM. COOTBETCTBEHHO CTaHAapThl Cepbl, COOTBETCTBYOWME ANana3oHy KMNeHnA 06pa3-
ua u TUNYy cepbl, PEKOMeHOYIOTCsl Arnsi rapaHTum azekBaTtHoOW kKanubpoeku. BoccranoBnenne meHee 75 % AomkHO
paccmaTtpuBaTbCA Kak coMHuTenbHoe. Ecnn HabniogaeTcs BoccTaHoBneHne mexee 75 %, To oneparopy pekomeHgyeTcs
NPOBEPUTb KYNOHOMETPU4ECKYO CUCTEMY, NAapaMeTPbl U3BMEPEHNA N pa60Ty annapartypbl, KOTOPbIe QOMKHbI 6bITb B Han-
nexaliuem nopsgke. [pv npaBunbHoM paboTe annapaTypbl BOCCTAaHOBNEHNE AOMMKHO 66Tk 0T 75 % A0 90 % (pncyHok 3).

11.7 Ecnwu aons cepbl, npespallaemoin B SO, (koadhuumneHT npespalieHns), Huke 75 % ctaHaapTHbIX
pacTBOPOB, crieayeT NPUroTOBUTbL CBEXME CTaHA4apTHbIe 06pasLbl, 4ToObI NPOBEPUTL, U3MEHUANCE NN NPeabl-
Jdylive cTaHgapTHbIe opasubl. Ecrnin coxpaHsitoTea HU3kue koadduumeHThl NpespaLleHns, To cneayeT npose-
pWUTb AeTanu npoLeaypbl UChbITaHWS.

11.8 OumncTka M NOBTOpHaA KanubpoBkKa

MpoBOAAT OYMCTKY NHOBLIX YACTEN OT Harapa U Caxm CornacHo MHCTPYKUMAM usrotosutens. Mocne ovunc-
TKL W peryriMpoBKX COrfacHoO MHCTPYKLUSIM U3rOTOBUTENS annapat cobupaioT u npoeepsoT. Kanubposky npu-
6opa NoBTOPAOT Nepes NOBTOPHbLIM aHaNM30M UCNbITYeMbIX 06pasLoB.

12 TapaHTUA KavyecTBa (QA)

12.1 MoaTteepxdatoT paboune xapakTepucTukM Npubopa 415 NpoBedeHUst UCNBITaHWUA, aHanu3npysa o6-
paseL, KoHTpons kavecTBa (QC) nocne kaxagon kannMBpoBKX 1 ganee rnpu NPUMEHeHUN He pexe YeM Kaxablin
AeHb.

12.2 Ecnu npoToKonbl KOHTPOns kavecTBa/rapaHTum kadectsa (QC/QA) yxe ycTaHOBMNEHBI B YCNOBUAX
NCNBITAHUSA, UX MOXHO NPUMEHATb ANA NOATBEePXAEHNUS HaAeXHOCTU pe3ybTaToB UCTbITaHuUS.

12.3 TMpu oTCYTCTBUM NpOTOKONA KOHTPONS KadecTBa/rapaHTumn kavectsa (QC/QA), ycTaHOBNEeHHOTO B
YCMOBUAX UCTIbITAHWUA, KOHTPOSb KaYeCTBa MOXHO MPOBOAMTL NO NpunoxeHuto X1.

10
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13 lMNpoBeaeHne ncnbiTaHnA

13.1 CornacHo npoueaype, NpuBeAeHHON B pasaene 9, nonyyaroT UCMbITyeMblin obpaseL,. KoHueHTpa-
LMS cepbl B HeM AormkHa BbITb MEHbLLE KOHLEHTPpaLMn cTaHAapTHOro obpasla ¢ camblM BbICOK/M CoAepXKaHN-
eM cepbl U 6ofblle KOHUEHTpauuM cTangapTHoro obpasua € caMbiM HU3KUM cofepXaHuem cepbl,
nenonb3yembix B kKanubposke. [MNpu HeobxoaMmMocTu criedyeT NpoBoAnTh pazbasneHune B nepecyeTe Ha Maccy
nnm obbem.

13.1.1 'paBumMeTpuyeckoe pazbaBneHue (Macca/macca)

PeructpupytoT maccy ncnbityemoro obpasua 1 obLyo maccy ncneityemoro obpasua U pacTsopuUTens.

13.1.2 O6beMHoe pa3baBneHue (Macca/o6bem)

PeructpupytoT Mmaccy ncnbityemoro obpasua v obuii 06bemM McribITyemoro obpasua 1 pacTeoputensi.

13.2 MpombiBatoT Wnpuy, Ans oT6opa npob HeckomnbKko pas HemsBecTHbIM 0bpasLoMm. Mo ogHoM U3 npo-
uegyp no 11.3—11.5.5 onpeaensoT KOHUEHTPaLWo cepsbl.

13.3 [1ns npoBepku MNONHOTLI OKUCNEHUst UcnbiTyemoro obpasLa ocmaTpusatoT TPyOKu ANSA CKUraHua u
ApYrue cocTasrsitoLme YacTu,

13.3.1 Cuctembl BBOAA NOAOYKU

YMeHbLUaoT CKOPOCTb BBEAEHUSI NoaoykK, pasmep obpasla unu u To, U Apyroe, ecniv Harap Unu caxa
OTMEYaloTCs Ha BbIXOAHOM KOHUE TPpY6KV ANns nuponuaa. YeenuunsaioT BpeMsi NnpebbiBaHus NOAOYKM B 30He
OKUCIIeHNS NeYn, ecrin Nocne oOKOHYaHUs aHanmnsa Ha NoaovKke OTMEeYaloTCs Harap U caxa.

13.3.2 CucrteMbl BBOAA WINpULA

YMeHbLatoT pasmep obpasua, ckopoCcTb BBOAA N U TO, U ApYroe nNpu HenocpeacTBEHHOM BBeAe-
HUW UcnbITyeMoro obpasLa B neYb, CfiM Ha BLIXOAHOM KoHLe TpyOku Ans nuponusa HabnogawTca Harap
n caxa.

13.3.3 OuucTtka U NOBTOpHanA KanNnMbpoBKa

Yactu ¢ nobbiMn HAarapooTAOKEHUAMU UNN CaXeN OYULLAOT COrNacHO WUHCTPYKUMAM WU3roTOBUTENS.
Mocne oYMCTKN U PErynMpoBKU COMMAcHO UHCTPYKUMSIM U3FrOTOBUTENSA annapaTt cobupaloT U NpoBepsloT Ha
yTeuky. lMepen NOBTOPHBIMU aHaNM3amMn UCNbITYEMbIX 06pa3LoB NOBTOPAIOT KannMbpoBKy npubopa.

13.4 YToObI NONYYUTH OAMH pe3ynbTaT, pacTBOP KaKA0ro MCNbITyeMoro o6pasiia usMepsaoT Tpy pasa u
3aTeM paccyuTbIBaKOT cpegHee 3HaYeHue.

13.5 Ecnu pasmep obpasua paccuntbiBaoT Nno o6beMy, TO 3HAUEHUs1 MIIOTHOCTU, HEOBXoAUMbIE ANA
pacyeToB, AOIKHbI BbITb M3MepeHbl (No meTogam ACTM [, 1298, ACTM [1 4052 vunu aHanorM4HbIM MeToaam)
npu TemnepaType, Npu KoTopow 6kl ncnbiTaH obpaseLl.

Ecnu pasmep o6pasua onpeaeneH no macce, 3HaueHUs MIIOTHOCTU He TpebytoTcs.

14 PacueTbl

14.1 KoHueHTpauuto cepbl B UcnbiTyemoM obpasue, Mr/kr (ppm), paccunTbiBaoT Mo cnegyowmm cdop-
mynam:

Cepa = €1000 nnm (5)

C1000
Cepa=——, 6
p VD (6)

rae C — Macca cepbl, 0bHapyxeHHas B ncnblTyemom obpasLe (HenocpeacTBEHHO Ha NpuGope unu paccuun-
TaHHas BPYYHYHO NO KPUBOIN KannMBpOBKN), MKT;
M — macca BBefeHHoro pactsopa ncnelTyemoro obpasia, M3MepeHHas HenocpeACTBEHHO UMK paccuu-
TaHHas No nsmMepeHHoMy BBedeHHOMY o6beMy 1 nnoTHocTw, V- D, Mmr;
K — koadbduLmeHT rpasumeTpudeckoro pazbasneHusi. Macca ucneliTyemoro o6pasua/macca UcnbiTyemo-
ro obpasua v pactsopuTens, I/r;
V — o6beM BBeAeHHOro pacteopa NCnbiTyemoro obpasua, U3smMepeHHbI HENMoCcPeaCTBEHHO UMW paccyu-
TaHHBIN Mo BBeAEeHHOW Macce 1 NnoTHOCTU, M/D, Mkn;
D — NnoTHOCTb 06pasia, ricm’;
1000 — koadhdbuLmMeHT Ana nepesoda MKr/Mr B Mr/kr (ppm).
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BoccTtaHoBeneHue, %
100 -

95
90
85—
80—
75

70—

65

T T T T T T T
700 750 800 850 900 950 1000
Temneparypa B LUeHTpe neun, °C
Cuctema OKUCNeHUA cepkl: TMOdEeH B UuknorekcaHe (10 ppm S) ¢ MCMOnNb30BaHWEM 3rieKTponuTa
C KOHUEeHTpauuei asuaa, pasHou 0,06 %
CkopocTb noToka
OGoaHaueHne Kucriopog Aprod CootHoleHue O,/AproH

O 40 160 1:4
E==-- 100 100 1:1
Le—p\ 160 40 4:1

PucyHok 3 — lMpoLueHT BOCCTAHOBMEHNS B 3aBUCKHMOCTY OT Temnepatypsl (°C)

15 Mpeun3snoHHOCTb U OTKIOHEHUe

15.1 MNpeLn3noHHOCTb HACTOALLEro MeToAa UCMbITaHUA onpeaeneHa CTaTUCTUYECKUM UccneaosaHuem
pe3ynbTaToB UCMBLITAHWA, NOMYYEHHbIX B ABYX OTAENbHLIX NaGopaTopHbIX uccneaosaHusix. MoapobHele cae-
[AeHWs1 NepBoro MexnabopatopHoro uccnegoBaHus (cnyyai I) MoxHo HalTU B uccrnegoBaTenbCckoM oT4eTe
RR:D02-1036.

Btopoe MexnabopatopHoe uccnegosaHue (cnyyaid I1) skntovyano 16 obpasuos 6eH3nHa n aMsenbHbIX
TOMMUB, KAXAbINA C HU3KUM coaepXaHUeM cepbl, KOTopble Bbinn NpoaHanuanposaHbl 8 nabopaTtopusamu. Mpak-
TUYECKUI Npeaen konuvecTBeHHoro onpegenexus (PLOQ), pasHbliin npubnuantensHo 3 mMkr/r S, bbin onpeae-
neH ana o6pasuoB 6eH3MHOB U paBeH NpUBNUanTenbHo 5 MKr/r S ana o6pasuoB TUnNa Au3enbHbIX TOMNUB
(cm. nccneposarensckune ot4eThl RR: D02-1546 n RR:D02-1547).

15.1.1 NoBTopsnemocTb

15.1.1.1 Cnyuvain I. PacxoxaeHune mexay ABYMS pesynbTatamu UCNbITaHWUA, NOMYYEHHBIMA OAHUM U
TeM Xe onepaTopoM Ha OAHOM W TOM Xe annapaTe Mpu NOCTOAHHBIX YCNOoBUSAX paboTbl HA MAEHTUMHOM UCNbI-
TYyeMoM MaTtepuane npu AnuTensHoM npouecce paboTbl NpyM HOPManNbHOM U NPaBUNLHOM BbINOIHEHUN METO-
Aa, MOXeT MpeBbllWaTh cneayloLwmne 3Ha4eHUs TOMbKO B OAHOM chyyae u3 Asaguatn, rae X — cpegHe-
apudmMeTnyeckoe 3HaveHne ABYX pesynbTaToB UCNbITaHUSA

r = 0,2802X0.7901), @)

15.1.1.2 Cnyuvai I1. Bbinu npoaHanuanpoBaHbl 06pasubl 6eH3nHa ¢ cogepxaHuem cepbl IPUMEPHO OT
3 0o 100 mkr/r n 06pasubl Au3enbHbIX TOMAMB C CoAepKaHWeM cepbl MpUMepHo oT 5 no 40 MKr/T.

OnpegeneHHble 3HaYeHUs NOBTOPSiIeMOCTH Bbinu cnepyowwme:

BexauH: 003194(X + 7,4502)1.3226,

AunsenbHoe Tonnueo: 0,08520 (X + 0,65758),
rae X — cpegHeapudmMeTuyeckoe 3HavueHne napasnnenbHbiX UCMbITaHUA, MKI/T.

15.1.2 BocnpouzBogumocTtb

15.1.2.1 Cnyuvan 1. PacxoxgeHue Mexay eAUHUYHLIMU U HE3aBUCUMBIMU pe3yrbTaTaMu, NonyYeHHbl-
MU pasHbIMK onepaTopamu, paboTarolmmm B pasHbix nabopaTopusix, Ha UAEHTUMHOM UccrielyeMoM MaTepu-
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ane B TevyeHne ANUTEeNbHOro BpemMeHun npu HopmManbHOM M NpaBUMbHOM BbINONIHEHUN MeToda UCMHbITaHUS,
MOXeT NnpesbllaTb cnejgytoulee 3HavyeHne ToNbKo B OQHOM Clydae 13 ABaauaTun, rae X — cpegHeapudmeTH-
YyecCKoe 3HadeHne AByX pe3yibTaToB UCNbITAHNUA

R = 0,5793 X(0.7901), (8)

15.1.2.2 Cnyyait II. Bblnum npoaHanusnpoBaHbl 06pasLbl 6eH3MHa ¢ cogepKaHnem cepbl MPUMEPHO OT
3 po 100 mkr/r n 06pasLbl AU3eNbHbIX TONNB C coaepXaHueM cepbl NPUMepHo oT 5 ao 40 mkr/T.

OnpepgeneHHble 3Ha4YeHUs1 BOCMPOU3BOANMOCTY BbInn cnegytoLwme:

BeHsuH: 0,1470 (X = 7,4502)1.3226,

AwnsensHoe Tonnueo: 0,5152 (X + 0,65758),
rae X — cpegHeapumeTMyeckoe 3HavyeHe napannenbHbIX UCTbITaHWIA, MKT/T.

15.2 OTknoHeHue

Tpu cTaHAapTHBIX 3TanoHHbIX Matepuana (SRM) HaumMoHaneHoOro MHCTUTYTa CTaHAapPTOB Y TEXHOMOrN
(NIST) 6bInn NnpoanuanpoBaHbl 4N onpegeneHnus oTkNoHeHus. OHu 6binn NpeacTasneHbl obpasuamu: SRM
6eH3nHa 2298 (4,6 Mkr/r S) 1 2299 (13,6 mkr/r S) 1 SRM ansensHoro Tonnuea 2723a (10 Mkr/r S). Ana obpas-
Lo SRM 2299 1 2723a He 6bINo 3aperncTpupoBaHo 3ameTHoe oTknoHeHne. OaHako ang obpasua SRM 2298
6bINo YCTaHOBMNEHO OTKIMOHeHWe, pasHoe 1,25,

13
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Mpunoxenne X1
(cnpaBoyHoe)

KoHTponb kavyectBa (QC)

X1.1 MoareepxpaioT paboTy Npubopa nnu npoueaypy ucnbiTaHusi, aHanmaupysi obpasew, koHTpons kadyectsa (QC).

X1.2 lNepea npoBeaeHNEM KOHTPONSA Ka4veCTBa pe3ynbTaToB UCNbITaHWS (MPOLECC M3MEepPEeHWsT) Nonb3oBaTenb Me-
ToAA AOMKEH NPOBEPUTL CpeaHee 3HavYeHne onpeaensiemon BennynHbl U rpaHnYHble 3HaY€HWs1 KOHTPOSIbHOro obpasua
ans QC (cm. ACTM [1 6299 n ASTM MNL 7”).

X1.3 [ins ycraHOBNEHuA cTaTyca CTaTuCTUHECKOro KOHTPOSA BCEro NpoLecca NCNbITaHUS PpermcTpupyioT pesynbTa-
7ol QC m aHanuaupyloT € NOMOLWbLIO KOHTPOMbHBLIX KAapT WAW OPYrom CTaTUCTMYECKM PaBHOUEHHOW npoueaypbl
{cm. ACTM [1 6299 nu ASTM MNL 71)). MprurHbl NnosBNeHns NbbIX BbINAAAIOWUX AAHHBIX AOMKHbI ObITh NCCrEeAOBaHbI.
Pesynbrarbl nccnegoBaHus MOryT, HO He 06513aTenbHO, yka3aTb Ha HeobXoAMMOCTE NOBTOPHON rPpaayupoBKM Npubopa.

X1.4 Tlpyn OTCYTCTBUM KOHKPETHBLIX TPebGOBaHUM, NPUBEAEHHBLIX B METOAE WCMbITaHus, YacTtota mcnbitaHns QC
onpegensieTcsl 3HaYMMOCTBIO KAYeCTBA NPOBOANMMOrO U3MEPEHUs, a Takke CTabuNbHOCTBLIO NPouecca ucnbiTaHust u Tpebo-
BaHWUSIMW NoTpebutens.

O6bI4HO KOHTPOMBHEIN 06pasey ana QC cneagyeT aHanuanpoBaTth Nepea kaxasiM ucnsiTaHnem obpasuos. YactoTty
QC cnepyeT yBenuunTb, €Cnu NoBcegHEBHO aHanuanpyeTcst 6onbwoe konuvecTeo 06pasyos. OaHako, ecrny HarmsigHo
BUAHO, YTO UCMbITAHNE HAXOAWUTCA NoA CTATUCTUHECKUM KOHTPONEM, MOXHO YMEHbLNTL YacToTy ucneitannsa QC. Mpeuu-
3MOHHOCTb Pe3ynbTaToB MCMbITAHUSI KOHTPONbHOrO obpasua npu QC gonkHa Nepmoguyuecky NPOBEPATLCH NO Nokasarte-
nsam npeunsnoHHocTn metoga ACTM, utobbl ybeanTbcs B kKavecTBe NONy4aeMblX 4aHHbIX.

X1.5 PekomeHayeTCs N0 BO3MOXHOCTU BbIGMPaTh TUN KOHTPONbHOrO 06pa3ua, NPeacTaBUTENbHOIO NO OTHOLLEHUIO
K 06bl4HO aHanuaupyembiM obpasuam. Ha neprog npoeegeruns ucnoitaHnii QC koHTponbHble 06pasubl 40MKHLI BbiTh B
JOCTaTOYHOM KOINMUYECTBE W B YCMNOBUSAX XPaHEHWS JOJIKHbI COXPaHATb TOMOreHHOCTb U CTabUNbHOCTD.

OTHOCMTENBHO AOMNONMHUTENBHBIX MHCTPYKUMIA Mo npouegypam QC 1 gaHHbIX aHanu3a B BUAE KOHTPOMbHLIX Anar-
pamMm — cm. ACTM [1 6299 n ASTM MNL 77.

" Manual on Presentation of Data Control Chart Analysis, 6th ed., gocrynen B ASTM International,
W. Conshohocken, PA 19428.
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Mpunoxenune X2
(cnpaBo4Hoe)

BriBopg ypaBHeHU anA KynoHOMeTpU4eCKUX pacyeToB, UCNONTbL30BaHHbLIX B pasgene 14

X2.1 BbiBOoA ypaBHeHUN

X2.1.1 BbiBOA ypaBHEHWI, UCNOMNb3yeMbIX B pazgene 14 «PacyeTsl», OCHOBLIBAETCS Ha KYNOHOMETPUYECKOW 3aMeHe
MOHOB Tpuoanaa (oaa), NoTpebnseMbIX B peakuum, Npoxoasiiien B MUKPOKyoHOMETpudeckol sieiike (I3 + 2e — 3I7). Ko-
nnyecTBo 06pasoBaBLIErocs NPOAYKTa peakuuy (MOHOB TPUAOAUAA) MeXay Ha4yaroM U OKOHYaHWEeM MPOTeKaHWs ToKa Mo
OKOHYaHUM TUTPOBaHUS NPOMNOPLUMOHANBHO KONUYECTBY NPOTEKLWEro pe3ynbTupyiolero 3apsiga Qf

X2.1.2 B 60MbWKNHCTBE NPUMEHEHWUI UCTIONB3YIOT NOCTOAHHBIN TOK TaK, YTO NPOU3BeAeHUe TOKa / B amnepax (kyno-
Hax B cekyHAy) Ha Bpems T B cekyHAax, Tpebyemoe ansi AOCTMKEHUSI KOHEYHOW TOYKM, obecrneumnBaeT BENMYMHa 3apsiga Q
(kynoHbl), Heo6xoanMas ANs NONyYeHUsi MOQHOTO 3KBUBAIIEHTA pearvpyowero BelecTea, T. €. Q = jT. MoaTomy uncno k-
BUBANEHTOB pearvpyrowero sewecrea pasHo Q/F, rae F — noctosiHHasa ®apages, paBHas 96500 kynoHOB Ha 3KBUBANEeHT.

X2.1.3 MosTtomy ypaBHeHHe Ansi HAXOXAEHWUS1 MacChl pearMpylowero BEWECTBa crnegyiollee:

QC) 16r
FC skB
macca cepbl,r KB ] (X2.1)

KoHueHTpauus cepbl = ;
macca obpasua,r Macca o6pasua

0,1MB 2mun 60c 107°B 16r 10° mkr

= ., AOAM OKAM MUH - MB  3kB r X2.2
MKr S = A gionm 96500 C A.s , ( )
ROm) — 2.2 f
KB C

rge A — namepeHHas nnowagpb nuka, atonm?;
0,1 — 4yBCTBMTENBLHOCTB AJ1A 3aMMcK camonvcua, mB/aonm;
2 — CKOPOCTb NPOTSIKKU NEHThI CamMonucLa, MUH/OnM;
60 — koathbMuMeHT nepeBoda BpeMEeHU N3 MUHYT B CEKYHAbI, C/MUH;
10~ — koathDULIMEHT NepeBoaa HanpsXeHWUs! U3 BOMNbT B MUMIUBOMbTLI, B/MB;
16 — rpamM-aKBMBaneHT cepbl, I/3KB;
R — ycTaHoOBKa nepekntoyaTens gnanasoHa MukpokyrnoHomeTtpa, Om, npu nogcraHoBke V/R = 1 (amnepbl) nonyvaem:

_ 5, 0,1MB 2mun 60c 107°B
AF“OMM . - . — B
A.s) = OIoNUM  OlUM MUH - M ;
Q(A-s) R(Om) (X2.3)

F — 96500 C/skB, KOHCTaHTa ¢apa,qeﬂ1) (anekTpuyeckuii SKBMBanNeHT Macchl O4HOrO rPaMMm-3KBMBaneHTa noboro
BellecTea);
A s/c — nepeBog KyrnoHOB B aMnep-CcekyHabl;
f — koadhdULMEHT NpeBpaLleHust (OTHOLWEHWE ppm S, onpeaeneHHon Ana CTaHAapTa, K U3BeCTHOMY ppm S B CTaH-

aaprte).
Moatomy
6
A1210%A.s. 107 107 mr
= 9KB r X2.4
MKr S 96500C A-s : (x2.4)
R Y VS ¢
3KB C
CnepoBartensHo,
3 6
KrS=A~12 107.16-10 MKI" (X2.5)
R -96500-f
CnepoBartenbHo,
Mkr S =(A-1,99)/(R- . (X2.6)

" 3Hauenme koHcTanTsl Papages Gbino NoBTOPHO onpeaeneHo B 1960 r. HaumoHanbHBIM Glopo cTaHgapTos. Hosoe
3HaueHne = (96489 + 2) kynoHa (XMMnYeckas LKana).
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Mockonbky ppm = MK/, TO

ppm S = _ A1 10-3 ™ . nnotHocts, — ; (X2.7)
R -f-0b6bem, MK MK MIT
3
ppm S = A-199.10 . (X2.8)
R -f -06BbeM -NnoTHOCTb
Tak kak macca = 06bem - NNOTHOCTb, TO
ppm S = (A-1,99)/(R-f- macc, r). (X2.9)

X2.1.4 BbiBOA ypaBHEHUS NPU MCMONb30BaHUM UCKOBOIO MHTErparopa A B ypaBHeHUM X2.6 BolpaxaeTca B KBaj-
patHbix Atonmax. OgHako STOT napameTp MOXeT ObiTb BblpaxeH B eauHuuax otcyerta. [loatomy A, L|,|017|M2 = oTCYe-
i - 1072, NOCKOIbKY 1 Atoitm? = 1000 oTcyeToB. CriegoBaTenbHO, NOACTAHOBKA BMECTO A B ypaBHeHue X2.6 3Ha4eHus oOT-
cuetsl - 107° gaer

mkr S = (otcueTsl - 1,99 - 10-3)/(R - f) (X2.10)
v Torga

otcyersl 1,99
R -06bem, MKN-NNOTHOCTD, I'/MnN-f

ppm S = (otcueTsl - 1,99 107%)/(R - macca, r - f).

Mpumeyanne—OTcyeTsl = 100 - nokasaHne MHTErpaTopa Npyu OTKNOHEHWN Ha MOJTHYIO LKany.
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Mpunoxenne OA
(cnpaBoyHoe)

CBeaeHNs 0 COOTBETCTBMMN CCLIMTOYHLIX CTAHAAPTOB CCLUTOMHLIM HALUMOHANbHLIM CTaHAAPTaAM
Poccuinckon ®enepaumm (M AeNCTBYIOWMM B 3TOM KaYeCcTBe MeXrocyaapCTBEHHbIM CTaHaapTam)

Tab6bnuuya A1

0603Ha4eH1E CChINOYHOrO CreneHb 06
cTangapTa COOTBETCTBUS O3HaYeHNne  HaumMeHOBaHUe COOTBETCTBYIOWEro HaUMOHaNbHOro craHaapTa

ACTM O 1193 — *

ACTM [1 1298 MOD FOCT P 51069—97 «HedTe n Hedrenpoaykrsl. Metog onpepenexus
NNOTHOCTW, OTHOCUTENBHOW NNOTHOCTYU M MIIOTHOCTY B rpagycax APl apeo-
METPOM»

ACTM [1 4052 — *

ACTM 11 4057 MOD FOCT P 52659—2006 «HedTb n HedpTrenpogykThl. MeToabl py4HOro or-
6opa npo6»

ACTM 14177 — *

ACTM 114806 — *

ACTM 14814 — *

ACTM 15798 — *

ACTM 116299 — *

Mpaeuna OSHA 29 CFR,
naparpadbl 1910.1000 n
1910.1200

TCTBUA CTaHOAPTOB:

* COOTBETCTBYHOWMI HauMoHanNbHbIM cTaHaAapT oTcyTcTByeT. [lo ero yTeepxaeHns peKoOMeHayeTcs Cnonb3osarb
nepeBoa Ha PYCCKWIA fI3bIK 4aHHOTO cTaHdapTa. [epeBog gaHHoro craHgapTa HaxoanTes B PegepanbHOM MHOpmaLim-
OHHOM (POHAE TEXHUYECKUX PErNaMeHTOB M CTaHOapToB.

MpuMeyaHune— B HacToswen Tabnuue NCNonb3oBaHo credytolee yenoBHoe 0603Ha4eHne cTeneHn CooTee-

MOD — moandurumpoBaHHble CTaHAaPTbI.
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YOK 621.892:543:006.354 OKC 75.080 619 OKCTY 0209

KnioueBble crnoBa: cBeTrble HedTAHbIE Xuakue yrnesoaopodbl, cepa, cneibl, MUKDOKYNOHOMETPUA
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