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[lpeaucnoBue

Llenn u npuHuMnel ctTaHgapTusauum B Poccumnckon PeagepaumyctaHoBneHbl PegepanbHbIM 3aKOHOM OT
27 nekadbpst 2002 r. Ne 184-03 «O TeXHUYECKOM perynmpoBaHiun», a npasuna NnpuMeHeHnst HauMoHanbHbIX
ctaHgapTtoB Poccunckon egepaunmm — OCT P 1.0—2004 «CtaHaapTusaunsa B Poccunckon depgepanmn.
OCHOBHbIE MNONOXEHUAY

CBeneHNnAa o ctaHaapTe

1 PASPABOTAH lNocyaapcTtBeHHbIM 0Dpa3oBaTefbHbIM yupeXXgeHUem BeicLliero npodeccrnoHanbHoro
obpazoBaHnda « MOCKOBCKUN rOCYyAapCTBEHHbLIN YHUBEPCUTET NULLIEBLIX NPOM3BOACTB» MUHMUCTEpCTBa 00pas3o0-
BaHnA Poccunckon eaepaumum (FOYBIO «MIYTITMN»)

2 BHECEH TexHu4yecknum komuteTom no ctaHgaptusaummn TK 93 «[1poaykTel nepepaboTku ppyKTOoB,
oBoLEen UrpnudboB»

3 YTBEPXXOEH W BBEAEH B JEWCTBUWE MMpukasom PeaepanbHOro areHTCcTBa no TEXHNYECKOMY
perynupoBaHuto n metponorin ot 15 nekadbpst 2009 . Ne 894-cT

4 B HacTosileM cTaHaapTe y4TeHbl HOpMaTUBHbIE MOMOXEHUS cneayiowmx MexayHapoaHblX (perno-
HanbHbIX) CTaHOAPTOB!

- CODEX-STAN 247—2005 «EauvHbln cTaHoapT Ha  @PPYKTOBbIE COKM WU HeKTapbi»
(CODEX-STAN 247—2005 «Codex general standard for fruitjuices and nectars») B4actu TpedboBaHUN K 0bec-
neyYeHunto kadecTea, NoATMHHOCTU, He0DX0AMMOTo cocTaBa M MeTOAO0B OLeHKM NoKasaTene COKOB UHEKTaPOB;

- ENV 12141:1996 «Cokun opyKTOBbIE U OBOLLIHBLIE. OnpeaeneHne COOTHOLIEHUA CTabUMbHbLIX NU30TOMNOB
kucrnopoga ('40/190) B BoaHo dbpakummn dpyKToBbIX COKOB. MeToa ¢ npMeHeHMneM Macc-CnekTpoMeTpin N3o-
TONMHbIX cooTHoweHnn» [ENV 12141:1996 «Fruit and vegetable juices — Determination of the stable oxygen
isotope ratio (180/1°0) of water from fruit juices — Method using isotope ratio mass spectrometry»]

5 BBEAEH BINEPBbIE

ViHgbopmayust 06 U3MeHeHUsIX K HacmosuwemMy cmaHGapmy nybriukyemcs 8 €Xe200H0 U30asaeMoM
UHpOpMaUUOHHOM yKalamerse «HauuoHanbHbie cmaHoapmabi», a mexkcm U3MeHeHUU U MorpasoK — 8 eXXeMe-
CSYHO U30asaeMbiX UHGDOpMaUUOHHbIX yKa3lamernsx « HauuoHanbHbie cmaHoapmeiy. B cnyyae nepecmompa
(3aMeHbl) Unu OmMeHbi Hacmosauw,e20 cmaHOapma coomeemcemesyroujee yeeoomreHue byoem onybnukosaHo
8 eXXKEMECSYHO U3dasaeMOoM UHpOpMalUOHHOM yKa3amerne «HayuoHalnbHbie cmaHOapmabily». Coomeemecmay-
rowasi UHgopmMmayus, yeeooMIIeHUe U meKkcmsl pa3Melliaromcsi makxe 8 UHpopMallUuoHHOoU cucmeme obujez2o
ronb308aHUs — Ha ouluanbHOM catime ®edepalibHO20 az2zeHmemea o MmexHU4YeCcKoMy pe2yrupo8aHUuro U
MempoJsiozauu e cemu MIHmepHem

© CTtaHgaptuHdopm, 2010

HacTtoawumn ctaHaapT He MoXeT ObITb NOMHOCTLIO UMM YacTUYHO BOCTNIPOU3BEAEH, TUPaXXNPOBaH U pac-
MpocTpaHeH B KayecTBe oduumanbHoro nsgaHmsa 6es paspeweHns PegepanbHOro areHTcTBa Mo TeEXHNYECKO-
MY PerynmpoBaHuo U MeTPOoorum
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HAUUWOHANBbHBILU CTAHOAPT POCCUUCKOWNW OGEOLEPAUUNMN

COKHU U COKOBAA INMPOAYKLUUNA
WOEHTUPUKALINA

OnpepeneHne cTabMNbHbIX U30TOMOB KUCIOpPOA4a METOAOM Macc-CNeKTPpoMeTpUuin

Juices and juice products. Identification.
Determination of stable oxygen isotopes by mass-spectrometry method

[laTta BBeaeHna —2011—01—01

1 Obnactb NpMeHeHUA

HacTosawmin ctaHgapT pacnpocTpaHAeTCs Ha COKM U COKOBYHO NPOAYKLMIO, B TOM YMCne AN AeTCKOro
MUTaHWNA, U yCTaHaBNMBaeT NPUMEHAeMbI AN Lenen naeHtndukaumu, B TOM Yucne nogruHHOCTM YKasaHHO N
npoaykuMn, MeToa onpeaeneHnsa n3oTonHoro coctasa kucrnopoga (180/190) B BogHoM dpakLm NpoayKTOB ¢
NPUMEeHeHeM Macc-CrekTpomMeTpun cTabunbHbIX U30TOMOB.

M30TONHbIA coCTaB KMUcropoaa 1UccrneayemMoro npoaykra oTHOCUTENbHO MeXAyHapoaHoro ctaHaapTa
SMOW xapaktepusyet BenuumHa §'°Og,,q\y » BbIp@XKaemasi B mpomunne.

2 HopMaTuBHbIE CCbINKN

B HacTosiLeM cTaHOapTe UCNOMNb30BaHbl HOPMAaTUBHLIE CCHINKLA Ha creayiollme ctaHaapThl:

[OCT P 8.563—2009 lNocypgapctBeHHast cuctema obecrneyeHUss eauHCTBa U3MepeHunid. MeToaunku
(MeToAdbl) USMepPeHN

[OCT P UCO 5725-1—2002 To4HOCTb (NpaBUNBHOCTL M NPEeLU3INOHHOCTL) MEeTOA0B U pe3ynbTaToB
namepeHu. Hactb 1. OCHOBHbIE NONOXEHUA U onNpegeneHns

[OCT P NCO 5725-2—2002 To4HOCTb (NpaBMNbHOCTb U NMPeLUn3noHHOCTL) MeTOO0B U pe3yribTaToB
namepeHunn. Hactb 2. OCHOBHOW MeTOA onpeaeneHns NOBTOPAEMOCTU U BOCNPON3BOAMMOCTM CTaHOApPTHOrO
MeToda U3MepeHnI

[OCT P UCO 5725-6—2002 To4HOCTb (NpaBUNbHOCTL U NPELU3NOHHOCTL) METOA0B U pes3ynbTaToB
namepeHun. Hactb 6. Vlcnonb3soBaHue 3Ha4YeHU TOYHOCTU Ha NPpakTUKe

[OCT P UCO/M3K 17025—2006 OOLWMe TpeboBaHUA K KOMMNETEHTHOCT UCMbITATENMbHBLIX U Kanbpo-
BOUHBLIX NabopaTopunii

[OCTP51398—99 KoHcepBbl. CokK, HekTapbl U cokocoaepkalle Hanutkn. TepMUHbl MonpeaeneHus

[OCT P 53137—2008 Cokuun cokoBas npoaykuusi. aentudgpunkaumns. OQdwme nonoxeHus

[OCT P 53228—2008 Bechl HeaBTOMaTu4deckoro aenctemd. Hactbe 1. MeTponormyeckme n texHmn4ec-
Kne TpedboBaHua. cnblTaHUSA

[OCT 12.1.005—88 Cucrtema ctaHgapToB besonacHocTU Tpyaa. Obwne caHUTapHO-TUTMEeHNYecKme
TpeboBaHWs K BO3AyXy paboyen 30HbI

[OCT12.1.007—76 CucrtemacrtaHgaptoBbesonacHOCTU Tpyaa. BpeaHble BewecTBa. Knaccndpukaums
n obwme TpedboBaHNs Be3onacHOCTH

[OCT12.1.010—76 CucremactaHaapToBbe3onacHOCTUTpyAa. BapbiBobe3onacHoCTb. ObWune Tpebo-
BaHUS

[OCT 12.1.018—93 Cucrtema ctaHaapToB besonacHocTn Tpyaa. [oxapoB3pbiBOOE30MNaCHOCTb CTaTK-
yeckoro anektpuyecTtsa. ObLme TpeboBaHUSA

U3paHune odbmumanbHoe
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[OCT 12.1.019—79 Cucrtema ctaHgapToB 6e30nacHOCTU Tpyaa. InekTpobesonacHocTb. ObLne Tpe-
DOBaHWS U HOMEHKNaTypa BUAOB 3aLUThI

[OCT 12162—77 [Byokucb yrnepoga teepaada. TexHndeckme ycrnosus

[OCT26313—84 lpoaykTel nepepadboTkn NNoaoB noBoLen. [NpaBuna npueMkn, Metoabl oToopa npob

[OCT 26671—85 [NpoaykThl nepepabOoTKM NNOA0B M OBOLLEN, KOHCEPBLI MACHLIE U MACOPaCTUTENbHBIE.
[ToarotoBka Nnpod ans nadbopaTopHLIX aHaNMN30oB

[OCT 29169—91 (MCO 648—77) lNocyaa nabopartopHas cteknaHHas. ['uneTkn ¢ 0AHON OTMETKOW

[OCT 29227—91(UCO 835-1—81) llocyna nabopaTtopHadq cTekndaHHad. [uneTku rpagyupoBaHHbIe.
YUacTb 1. Obwme TpeboBaHUA

[TpumedaHune—IllpnNoNb30BaHNN HACTOSWMM CTAHAAPTOM LenecoobpasHo NPOBEPUTL AENCTBUE CCbINOY-
HbIX CTaHO4APTOB B WMHMPOPMAUMOHHOW cCUCTEMe 0DWero nonb3oBaHus — HaA oduumanbHoM cante degepanbHOro
areHTCTBa rno TEXHUYECKOMY PETryNMPOBAHUIO N METPONOIMN B ceTn VIHTEPHET nnu no eXxerogHo nagaBaeMmomy nHopma-
LMOHHOMY yKa3aTeno « HaynmoHanbHble CTaHAAPThI», KOTOPbIW ONyBMMKOBaH No COCTOSIHUIO HA 1 AHBAPS TEKYLLLEro rogaa, u
NO COOTBETCTBYIOWMNM €XEMECHAYHO N34ABAEMbIM MHDOPMALMOHHBIM yKa3aTensm, onybriIMKOBaHHLIM B TEKYLLEM roay.
Ecnu ccbiNoYHbIM CTAHAAPT 3aMEHEH (M3MEHEH), TO NPU NONb3OBAHUN HACTOSWMM CTAaHAAPTOM CreayeTt PyKOBOACTBO-
BaTbCH 3aMEHAWMUM (MBMEHEHHBIM) CTaHAAPTOM. ECNK CCbINOYHBIM CTaHAAPT OTMEHEH De3 3aMeHbl, TO MNONOXEHNE, B
KOTOPOM AaHa CCbINKa Ha Hero, NPUMEHSAETCH B HacTWu, HE 3aTparmBaloLWLEN 3TY CCbINKY.

3 TepMuHbI, onpeaeneHns, o603Ha4YeHUA U COKpaLLEeHUS

3.1 B HacTodweM ctaHagapTe npuMeHeHbl TEPMUHbI MO HOPMaTUBHLIM NPaBOBbIM akTamM Poccunckon
®epepaunn, FOCT P 51398 nno [1], a Takke cneayowmn TepMUH C COOTBETCTBYIOLLMM onpeaeneHnem:

3.1.1 M30TONHLIN cocTaB kucnopopa: BenuunHa §'°Og,,,, BbIPAXEHHAsA B NpoMuUnIe, npeacTaBns-
loLas cobo oTKNoOHeHMe oT MexxayHapoaHoro ctaHgapta SMOW mnxapaktepusytoLwas KonM4ecTBeHHOE COOT-
HOLLUeHWe M30TONOB KUcnopoga maccon 18 n M30TOMNOB KUcnopoga Mmaccon 16, usmepeHHoe ANnga ABYOKUCK
yrnepoaa, nony4eHHon na npobbl, U ABYOKUCK yrnepoaa, MCNoNMb3yeMomn B Ka4eCcTBe CTaHOapTHOro rasa.

3.2 B HacTosilem ctaHgapTe npMMeHeHsbl crneagytolme cokpalweHumsi 1 0bo3HauYeHUs:

npomunne (%o) — oaHa Teica4Haga aong vucna nnm 1/10 npoueHTa;

180/1%0 — cooTHOLLEeHMe U30TONOB KMcnopoaa ¢c Maccamm 18 n 16 B aHanuanpyemon npobe;

51803mow — M30TOMHBLIN COCTaB KMCNopoaa OTHOCUTENbHO MeXayHapoagHoro ctaHgapTa SMOW, B npo-
MUnne;

IRMS/SIRA — mMacc-CnekTpoMeTpust MUSOTOMHBIX COOTHOLLEHMW/aHan3 COOTHOLLEHNUS CTAaObUNbHBIX N30-
TonoB (Isotope Ratio Mass Spectrometry/Stable Isotope Ratio Analysis);

SMOW — mexgyHapoaHblM cTaHgapT WM3OTOMHOINO cocTaBa cpegHeoKeaHuMYeckon Boabl (Standard
Mean Ocean Water);

SLAP — mexagyHapogHblM cTaHgapT U3OTOMHOINC cocTaBa BoAbl aTMOC(EepPHbIX 0caakoB AHTapKTUALI
(Standard Light Antarctica Precipitation);

GISP — mexgyHapogHblM cTaHgapT U3OTOMHOrNO coctaBa BOAbl aTMOCepHbIX ocagkoB NeasiHoro
nokpoBa [ peHnaHaun (Greenland Ice Sheet Precipitation);

MAI'ATO — MexayHapogHoe areHTCTBO NnNo atoMHoOU aHeprun (International Atomic Energy Agency).

4 CywHOCTb MeTOoAa

N3oTonHbIn cocTas kucnopoaa 8'80qyqw ONPeaenstoT MeTo40M Macc-CnekT pPOMETPUN CTabUbHbIX N30-
TOMOB, OCHOBaHHbLIM Ha O4HOBPEMEHHOM TOYHOM MU3MepeHun macc 44(12C1°0,) n 46 (1“C1°01°0), koTopeble
XapaKkTepHbl 4151 BCEX N30TOMHbIX KOMOUHAaLNMA 3NeMeHTOB B ra3oobpasHol ABYoKUCH yrniepoaa, nocne 3aBep-
LLIEHUS peaKkUn U30TONHOro obmeHa.

N3oTonHeIn cocTaB knucnopoda 8'°0¢yow ABYOKUCH yrepoaa onpeaensatoT nocne 3aBepLueHns peakLni
N30TOMHOro obmeHa [2], Npn AOCTUXKEHNN PAaBHOBECHOIO COCTOSAHUSA C BOAOW aHannsnpyemoun npobel, onpeae-
nsaemoro oopmMynon

C'°0, + H,"’0 & C'"0'™0 + H,"°0. (1)

5 OT60p M nogroToBKa npoo6

5.1 Otbopnpod — noMOCT 26313, nogrotoBka npod — no NOCT 26671.



[OCT P 53584—2009

6 CpeacrtBa nsmepeHun, BcnomorarenbHoe odopyaoBaHue, nocyaa,
peakTUuBbI, MaTepuanbl, CTaHAapTHbIe BelwecTBa U pacTBOpPbLI

6.1 XumMnyeckue peakTuBbl, CTaHAAPTHbLIE BeLlecTBa U pacTBOpbI

6.1.1 [Byokucbk yrnepoaaraszoobpasHas c obbeMHOW AoNen OCHOBHOIO BellecTBa He MeHee 99,995 % B
ra3zoBomM bannoHe, cHabXXeHHOM COOTBETCTBYIOLLMM peayKTOPOM AaBneHUs.

6.1.2 Bopaa no ctaHgapty SMOW kateropun MAFAT3OY.

6.1.3 Bopa no ctangapty SLAP kateropun MAFATOD.

6.1.4 [Oeyokuck yrnepoga teepgaano [OCT 12162.

6.2 CpepoctBa uamepeHun n obopygoBsaHue

6.2.1 Macc-cnektpomeTp IRMS/SIRA anga aHanuaa ctabunbHbIX N130TOMNOB

[nsa npoBeaeHnst aHanmnsa MOXKET ObITb UCMOMb30BaH MacC-CNEKTPOMETP ANl U3MEPEHUS COOTHOLLEHNIA
CTabUNbHbIX N30TOMNOB NMIOOOKN MOAENN U NMODOrc N3roTOBUTENA aHaNUTUYeCKoro obopyaoBaHus.

Macc-cnekTpomMeTp AomkeH obecnedynmBaTtb NMonyyveHUe AaHHbIX 06 M30TOMHOM COCTaBE KUCNopoaa
580 ¢\ 10w B ANanasoHe npupoaHbix Bapuauuii & <0,06 %.

Macc-cnekTtpomeTp IRMS/SIRA BKkNtoYaeT:

1) TPOWHOW YHUBEPCAarbHbIWA KONMNEKTop, obecnevynsaronn 0QHOBPEMEHHOE U3MEPEHUNE NOHOB C MaC-
camn 44 n46;

2) CUCTeMy Hanycka, obecne4ynBatoLllyo BBOA ABYOKUCKU yriepoaa B MacC-CNeKTpoOMeTp nocne A0CTUXKeE-
HAS PaBHOBECHOMO COCTOAHUS C BOAOW aHann3npyemomn npoodel n sogon no SMOW, nnun cneymannsnpoBaHHbIE
MHCTPYMEHTanNbHbIE CUCTEMBI MOArOTOBKN NPoOLI, paboTatolMe B NOTOKE rasa-HoCUTENs reNing U NO3BONSA0-
LLIe NPOBOAUTL KONUYECTBEHHOE BblaeneHne Boabl Npodkl, peakuunio M3OTOMHOMC ypaBHOBELLMBAHWUA U BBOA
OBYyoKUCK yrnepoaa B macc-cnektpomeTp IRMS/SIRA nocne AocTuXeHns paBHOBECHOIO COCTOSIHUA C BOAOW
aHanusnpyemon npobbl Yepes cneunanbHble MHTepdencHble ycTponcTtea?). MNocnegHmne obecnevynBatoT He3a-
BUCMMYIO nogady npodbl 1 Boabl no SMOW B macc-cnektpomMeTp IRMS/SIRA 4yepes cuctemy mronbvatoro
HaTekaTens, 4YTo No3BONsAET U3bexaTb N30TONHOro pakUuMoHUPOBaHUA (NPU NPUMEHEHUN BHYTPUNOTOUYHON
CUCTEMbI PEKOMEHAYyeTCs UCMNOMNb30BaThb B onpeaeneHn BTOPUYHbIA cTaHgapT?).

3) KOMNbIOTEP C NporpaMmmMHbIM obecneveHneM Angd aBToMaTU4eCcKon obpaboTKN NonyvYaemMblX pesynb-
TaTOB.

6.2.2 Becbl no TOCT P 53228 ¢ npegenom gonyckaemon abcontoTHOW NOrpeLlHoCcT OaQHOKPaTHOro
B3BewWwnBaHua + 0,1 mr.

6.2.3 lMunetkn 1-2-1, 1-2-5, 1-2-10 2-ro knacca TouHocTU No FOCT 29169.

6.2.4 llnuneTknrpagynpoBaHHble 1-2-2-25n10OCT 29227 nnn gosaTtopbl NMNETOYHLIE C aHaNOTMYHbBIMU
NN N3MeHAeMbiIMN 0D beEMaMKN 03 C OTHOCUTENbLHOMW NMOrpeLllHOCTbo Ao3npoBaHusa £ 1 %, N UMNOPTHLIE C
aHanoOrMYHbIMU XapakTepUcTUKamu.

6.2.5 [osaTopkl aBTOMaTUYECKME UM MMNETKU CTEKNSAHHBbIE rpagynpoBaHHbIe ¢ NoaXoaswWwmm MHTepBa-
TOM AO3UPOBaHUSA U U3BECTHOW TOYHOCTbLIO A03UPOBaHUA.

6.2.6 EmMKocCTM BakyyMHble3) | kannbpoBaHHble No obbemy, Ana npodel 1 Bogbl no SMOW u SLAP u3
bopocunukaTHoro ctekna smectumocTbio oT 10 o 30 cm3, cHabXXeHHble repMeTUYHOM KPbILLKOW C yCTaHOBIIEH-
HbIM BEHTUMMEM U LUTYLLEPOM ANS COeAUHEHNS C BaKyYMHbIM HACOCOM 1 ra3oBbIM BannoHoM U yCTOMYMBLIE A4
paboTbl noa gasrneHmnem He meHee 80000 lNa.

6.2.7 Hacoc BaKyyMHbIN, KOHCTPYKTUBHLIE XapakTepUCTUKN KOTOPOro obecnevunBsaloT cCo3gaHne B BaKy-
YMHOWN eMKOCTU NOHMXKEHHOIO AaBneHust BenuinHoun He bonee 0,13 la.

R «MexgyHapogHoe areHTCTBO No aToOMHON 3Heprmny», ABCTpus, Bena, P.O. Box 100, Wagramer Strasse 5, A-1400.

2) [lonyckaeTcsa ncnonb3oBaHme cneunarnbHbIX MHTEPMENCHBLIX YCTPOUCTB, HaX04sAWMNXCH B MPO4AXE N OCYLLECTBIIS-
lOWKMX BBOA razoobpasHon gsyokucu yrnepoga B macc-cnekrpometp IRMS/SIRA. NHTepdencHble yecTponcTBa AOMKHbI
obecneumBaTtb COBNIOAEHNE YCITOBUW ONpPeaeneHns n BOCNPON3BEAEHNS Pe3yNbTaTOB, YCTAHOBNEHHbIX HACTOSILLMM CTaH-
aaptomMm. B kavecTBe yHMBEPCANBHOIO ra3zoBoro nHrepdrenca moxert 6biTb MCNONB3OBAHO YCTPOUCTBO MOAENBHOIO psaa
«ConFlo IV» n Bbiwe (Thermo Scientific). B kavecTBe nameputenbHoro ob6opyaoBaHmna MoryT 6biTb NCMONb3OBAHbI U30TOI-
Hble macc-cnekTpomeTpbl IRMS/SIRA moaenbHoro psaa « Delta V» (Thermo Scientific). YkazanHoe ob6opyaoBaHne peko-
MEHAYETCHA ANA NPUMEHEHUSA. ITa MHPOPMAaLNA NPUBEAEHA ANA CBEAEHUA NOJNb30BaTENEN HACTOSAWEro ctaHgapTa n He

O3HA4aeT, YTO CTaHAapT ycTaHaBnmBaeT 0bs13aTenbHOE NPUMEHEHNE 3TOro 060pyaOBaHUS.

3) B kauecTBe BaKyyMHbIX EMKOCTEN MOTYT ObITb UCMNONb30BaHbI EMKOCTU N3 BOPOCUNMKATHOIO CTEKNa Mapok « Schott
Duran», « Arc International», « Pyrex» nnm « Symax». YkaszaHHoe 0b6opyaoBaHmne pekoMmeHayeTcs A4ns NnpuMeHeHns. JTa
nHopMaunsa npueegeHa 4ns CBEAEHUA Nofib30BaTeNien HAaCTOSALWEro cCTaHgapTa U He O3HavaeT, vYTo CcTaHgapT yCTaHaB-
nmBaeT obsazaTenbHOEe NPUMEHEHNE 3TOro 060PYaAOBaAHUS.
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6.2.8 baHga BogsaHasl, cHabxeHHast TepMocTaToM, obecnevuBarocLlasa adpdeKkTnBHOe nepemMmeLlinBaHume,
npurogHaga Anga nogaepXaHnda temnepatypsbl (25 £ 0,5) °C.

6.2.9 Cucrtema oxnaxaeHuns* , ocHalWeHHasa nsmeputenemMm TemnepaTypbl, NO3BOMAKLWNM MPOBOANTL
namepeHna ¢ TodHocTelo = 0,1 °C, 1 npurogHaqa ansa oxnaXxgeHus ¢ NOMOLLIbIC TBepAou ABYOKUCK yrinepoaa
(«CyXOro nbaa») opraHnyecknx npob, nomMelleHHbIX B BaKyYMHYHO €MKOCTb, OO0 TeMnepaTtypbl He BhilLLE
MUHYC 78 °C.

6.2.10 Cuctema nabopaTtopHaa®), npurogHasa aAna yaaneHns M3 rasoobpasHon ABYOKUCK yrnepoaa
BOAAHbBIX NAaPOB NyTeM OXNaXaeHUs « CyX1UM NbAoM» A0 TeMnepaTtypbl He Bbille 78 °C Uunu nyTem Ux Xumm4yec-
KOro CBA3bIBAHUA.

[lonyckaeTca ncnonb3oBaHMe gpyrnx cpeacTB U3MepeHUin ¢ MeTPOrIOrMYeCKUMIN XapaKTepucTukamm 1
nabopatopHoro obopyaoBaHUs ¢ TEeXHUYECKUMWU XapaKTepucTukamMn, He YCTynawluMi nepedncneHHbIM
BblLLE.

7 [MpoBepeHune onpeaeneHus

7.1 YcnoBua npoBegeHud onpepeneHusn

[Mpoby aHanu3npyloT OBa pas3a B YCMOBUSAX MNOBTOPAEMOCTW B COOTBETCTBUM C TpeboBaHUAMM
rOCT P UICO 5725-1 (noapazaen 3.14) uFTOCT P UCO 5725-2.

[Tpn NOAroTOBKE N NpoBeaeHUM onpeaeneHns 4omKHbl bbiTe cobnogeHsl cnegyolme yecnoBus:

- TemMnepaTtypa okpyxatuwen cpeabl oT 10 °C go 25 °C Bknou.,

- OTHOCUTeNbHasA BNaXXHocTb Bo3ayxa oT 40 % ao 70 % BKIoM.

7.2 TpoBegeHue peakumMm N30TonNHOro oomMmeHa Ana A4o0CTUXKeHUSA paBHOBECHOIO COCTOAHUA

B BakyyMHYI0 éMKOCTb C MOMOLLbHO aBTOMaTUYECKOro go3aTopa U CTeKNAHHOW MMNEeTKM BHOCAT OT 2 A0
5 CM3 HEKOHLIEHTPUPOBAHHOIO COKa UMM COKOBOM NMPOAYKLUM, B TOM YnCNe ANS AETCKOro NUTaHns (Hektapa,
cokocodepXallero HanuTka, Mopca, nope, MIKOTU, KNETOoK, apoMaTobpasytowunx BewecTts). INpu onpeaene-
HAW COOTHOLLEHUA CTabUMNbHBIX M30TOMOB KUCMOPOAa B KOHUEHTPUPOBAHHBIX COKaX M COKOBOM NpoayKU UK B
BaKyYYMHYI0 €MKOCTb BHOCAT OKOMNO 2 I npoaykta. EMKOCTb repMeTUYHO YKYNOopUBaroT U NOMELLaloT B CUCTEMY
ONs1 oxXNaXaeHust ¢ Tem, 4Tobbl B TedeHne 5—8 MUH oxnaguTb Ao TemnepaTypbl He Bhille MUuHyc 78 °C.

OXxNna)XaeHHY0 BaKyyYyMHYI0 eMKOCTb COeMNHSIIOT ¢ BaKyYMHBIM HACOCOM U NMyTEM CO34aHNs1 B HEWU NOHU-
XeHHoro gasneHus He 6onee 0,13 lNa yaanaoT Bo3ayX. 3aTeM Ha BakKyyMHOW eMKOCTU 3aKpbIBaOT 3aMopHbIN
BEHTUIb N OTCOEAUHSIIOT €e OT HAacoca, Noce Yero coeanHstoT ¢ 6annoHOM € rasoobpasHon ABYOKUCKHIO yrie-
poda. OTKpbIBaAKOT 3aNOPHbIAN BEHTUNb HA eMKOCTU U Co34at0T B HEU NOBLILLEHHOE AaBlieHne ABYOKUCU yriepo-
na, pasHoe 80000 lNMa. aBneHne perynupyoT peayKTopoM rasoBoro bannoHa.

3aKpblBalOT 3aNOPHbLIA BEHTUMb Ha BAaKYYMHOW €MKOCTU, OTCOeQUHAIOT ee OT ra3oBoro dannoHa 1 nome-
LLIAKOT e€ B BOASIHYIO BDaHt0, CHADXEHHY TEPMOCTATOM, AN NPOBeAeHUS peakLnn M3OTONHOro obmeHa. PaBHo-
BECHOE COCTOsIHME C BOAOW NPpOoOLI AOCTUraeTcs Nocne BblAepXXUBaHUA eMKoCTU NpuTemMnepatype (25+ 0,5)°C
B TeyeHune 15 u.

[Tocne AOCTUXKEHUA PaBHOBECHOTO COCTOAHUSA BaKYYMHYHO €MKOCTb COeQUHSIIOT ¢ NabopaTopHOU cUCTe-
MOW ANA NpeaBapUTenbHOro yaaneHusi BoAsIHbIX NapoB U3 ABYOKUCU yrnepoaa 6e3 pakMoHUpOBaHUA U30TO-
MNOB, 3aTeM HanpaBnsoT ras B cUcTemMy Hanycka macc-criektpometpa IRMS/SIRA.

7.3 OnpepgeneHne COOTHOLLEHUA U3OTONOB

OnpegeneHne cooTHOLLIEHUA N30TONOB Kucnopoaa 180/190 B razoobpaszHon ABYOKNCK yrnepoaa nocne
OOCTUXKEHNSA PaBHOBECHOIO COCTOSAHUSA, NPpoBOoAAT Ha Macc-cnektpoMmetpe IRMS/SIRA ¢ ncnonb3oBaHUEM
cCTaHOapTHOro rasa. B kavyecTBe CTaHOAPTHOrO rasa NPUMEHSIIOT ra3ocobpasHylo ABYOKUCE yrnepoaa co CcTe-
NeHbIo OYUCTKU He MeHee 99, 995 %.

PesynbTatbl onpeaeneHns NpeacTasnaioT B BUAE BENUYUHBI U3OTONHOro cocTasa kncnopoaa 8'80gy o
%o. [P HEODXOAUMOCTU, BENUYNHY N3OTOMHOIO COCTaBa KUCMOpoaa paccHMThiBaOT B COOTBETCTBUN C pa3ae-
nom 8.

4) HonyckaeTtcsa ncnonb3oBaHMe cneynanbHbiX CUCTEM, HAXOAAWMXCH B Npoaaxe, Ans noaroToBkm npob ans onpe-
OerneHnst coctaBa CcTabunbHbIX UW3OTOMNOB KUCMOPOAA B MNPOAYKTAX OPraHU4Yeckoro nponcXoXaeHnss MeToaoMm
IRMS/SIRA-macc-cnektpomeTpun. [Ins npoBeaeHns peakumm N30TOMNHONro ypaBHOBELWLNBAHUSA MOXET ObITb MCMNONb30BAHO
ycTponcTBo « GasBenchy» (Thermo Scientific). YkazanHHoe 0bopyaoBaHne pekoMmeHayeTes Anst NpUMeHeHus. 31a nHop-
Mauus npmBeaeHa ans cBegeHus nonb3oBartenien HacTOAWLEro ctaHgapra n He 03HadvaeT, uTO CTaH4apT yCTaHaBNUBaeT
0b6s13aTENBHOE NPUMEHEHNE 3TOro 0bopyaoBanus. Cncremsl NoAroToBKM Npob AonxHbl obecnevmBaTtb CObNOAEHNE YCIO-
BUW onpeaeneHns n BOCNPOu3Be4EHUA Pe3ynbTaToB, KOTOPbIE YCTAHOBMEHbI HACTOALLMM CTaHO4APTOM.

4
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7.4 KannbpoBka

KannbpoBKY C NpUMEHEHUEM CTaHOAapPTHOro rasa nNpoBoAAT ¢ NnpumeHeHnem soasl no SMOW n SLAP.
Peakuunto n3otonHoro obmeHa npoBoaaT codvemom Boabl no SMOW n SLAP, skBuMBaneHTHbIM 00beMy Npodbl,
MCnonbL30BaHHOMY MPU NpoBeaeHUn onpeaeneHnsa B COOTBETCTBUM € yenoBuamn 7.2. OnpeageneHne COOTHO-
LLIEHNSI U30TOMNOB, BblpaxaeMblX BenundnHamun §'8Ogyqw U 880, Ap, B CTAHAAPTaX BOALI NPOBOAAT M0 7.3.

8 OO6paboTKka pe3ynbLTaToB U3MEpPEeHUN

8.1 PacyeT cooTHOLIEHUA N30TONOB KNCNIopoda NpoBoadAT ¢ npuMmeHeHnem soabl no SMOW n SLAP.

B kavyecTBe cTaHOapTHOrO rasa UCNONb3YyIoT TY XKe ABYOKUCH yrnepoaa, KOTOPYHo MPUMEHSIIOT ANs NpOoBe-
OeHNs peaku N30TOMHOTo cbMeHa B COOTBETCTBUM C YCNOBUAMN 7.2 Npu aHanuse npod 1 soabl no SMOW u
SLAPno7.4.

M3oTonHbIA cocTaB kucrnopoaa maccoi 18 B npobe no oTHoweHuo Kk Boge no SMOW, &8'80¢yqw (%00),
BbIMMCNSAOT N0 PopMyne

6r| _SSMOW
5" Osmow =~ x 55,5, (2)
SSMOW B SSLAF’
rAe §,, — W30TOMHBINA cocTaB Kucropoda npobbl (6180n§) :
dspow — MBOTOMHEIN cocTas kncnopoaa no SMOW (8'°0gy, o)
e, ap — W30TOMHbIN cocTas kucropoaa no SLAP (880, ap)-
YcTaHoBneHHas BenuumHa §'80g, p B BoAe No SLAP cocTaBnaeT MUHyc 55,5 %0 SMOW [3].
8.2 PesynbTaTthl ornpeaeneHus nsotonHoro coctana knucnopoaa 8'80g,,ow MPUMEHSIIOT B COOTBETCTBUN

c TOCT P 53137 npu noaTBepXaeH1UnM COOTBETCTBUA, B TOM YUCNe NpU naeHTUduKkaLmm, ycTaHOBNEHUN NMoa-
NMMHHOCTU COKOB M COKOBOU NPOAYKL NN,

9 MeTponormyeckue xapakTepucTmkm metoaa

OCHOBHbIE METPONOTNYECcKNe XapakTepnUCcTUKM MeToaa npueegeHbl B NpunoXeHun A.

9.1 MNpeaen noBTOPAEMOCTU (CXOAUMOCTU)

PacxoXxgeHue Mexay pesynbtataMmu ABYX U3MepeHUin, nonyy4eHHbIMA 0AHUM onepaTopoM Ans ogHOU 1
TOWXe NpoOdbl C UCMONb30BaHUEM OAHOMO U TOTr0 XXe 0bopyaoBaHNA 3a HAaUMEHbLLWU MHTEpPBan BpeMeHun, byaeTr
npeBbIWaTh Npegen NOBTOPAEMOCTM (CXO0AUMOCTI) B cpedHEM He Yalle oaHoro pasa Ha 20 cnydyaeB Npu HOp-
MalbHOM W NpaBUbHOM NpUMEeHeHn MeToaa.

YcTaHOBNEHHbIe 3HaYeHUs npeaena noBTOPAEeMOCTU (CXOAUMOCTIN) COCTaBNSIOT!

- ANa anenbcUHOBOTo coka r = 0,22 %o;

- AbnoyvHoro coka r = 0,45 %o;

- Boabl No GISP r = 0,23 %eo.

9.2 lNpepen BoCcNpPON3IBOAUMOCTHU

PacxoxageHue mexay ABYMS oTAeNbHbIMU pe3ynbTaTtaMuy, NoNyvYeHHbIMU B ABYX pasHbIX NabopaTopusix
ONs 0AHOW KU TOW Xe nNpodbl, byaeT npeBbIlWAaThL Npeaen BOCNPoOU3BOAUMMOCTU R B cpeagHeM He valle ogHoro
pasa Ha 20 cny4yaeB Npu HopManbHOM U NMpaBUNbLHOM NPUMEHEHUN MeToaa.

YcTaHOBMNEHHbIE 3Ha4YeHUs npeagena BOCNPOU3BOANMOCTU COCTaBMSAOT:

- Ang anenbcunHoBoro coka R = 0,33 %o;

- AbnoyvHoro coka R = 0,58 %o;

- soabl No GISP R = 0,34 %o.

9.3 MNMpeun3noHHoOCTb MeToAa

[Toa NpeLUn3InoHHOCTLIO MeToA4a NOHUMAKOT XapakTepUCTUKY USMEPEHUS, OTpaXkatoLLyo cTeneHb 6n3oc-
TW ero pe3ynbTaToB K UICTUHHOMY 3HaYeHUI0 U3MepsaeMon BENMNYNHBI.

KonnyecTtBeHHOWU Mepon NpeLnsmoHHOCTU CIYXKUT cTaHO4apTHOE OTKNOHEeHUe NOBTOPSAEMOCTU (CXOoau-
mocTn) ansa n = 10, rae N — 4YnCcno namepeHnn ogHon NPodbl NPUMEHSIEMOro CTaHAapPTHOMO rasa — ABYOKUCH
yrnepoaa.

CTaHgapTHOE OTKIIOHEeHWe S, pacCunTbIBAOT MO (PopMyIie
Sr=1 A 7 LR (|

n—11

(3)

rae n — 4Yncno N3SMepeHun,
Y1, Yo, .., ¥, — PE€3yNbTaTbl USMEPEHUN,
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Yy, — cpegHeapupMeTnYecKoe pes3yibTaToB USMEpPEeHUN.
CpeaHeapudpmMeTmyeckoe pesynbTaToB USMEPEHNN ¥, paccYnTbIBaOT NO popMyIie

Vo= (* Yot t ) @

9.4 KoHTpOoNnb CcTabUNbHOCTU pe3ynbTaToOB WU3IMEpeHUMUu npu peanusauMm MeTOAUKU B
nabopartopuun

KOHTpONb CcTabUNbHOCTU pe3ynbTaToB U3MepeHUn B NabopaTopun OCYLLECTBNSAIOT B COOTBETCTBUM C
TpeboBaHUAMN TOCT P NCQO 5725-6, nCnonb3ys MeTod KOHTPONS CTabUNbHOCTU CTaHAAPTHOMO OTKITOHEHUS
npomMmexyTodHou npeunsnoHHocTU No FOCT P MCO 5725-6 (NyHKT 6.2.3) ¢ npUUMeHeHUeM KOHTPOIbHbIX KapT
LyxapTa. [Mepnogn4HOCTbL KOHTPOMNS N NpoLeaypbl KOHTPOMNS CTAOUNBbHOCTU PE3YNbTaTOB MSMEPEHUN A0TKHbI
ObITb NPpeaAyCMOTPEHBI B pyKOBOACTBE Mo KavyecTBY Nabopatopun B cooTBeTCTBUN CTOCT P NCO/M3OK 17025
(nogpaspgen4.2)nlOCT P 8.563 (nyHkT 7.1.1).

10 Tpeb6oBaHMA 6e30NaCHOCTM

[Tpyn paboTte Ha macc-cnekTpomeTpe IRMS/SIRA cnegyet cobntogaTth:

- MpaBuUna ycTpoucTea n 6e3onacHon skecnnyaTtaumm cocyaoB, paboTaowmnx nog gasneHmem [4];

- TpeboBaHUA B3pbIBoDe3onacHocTU B cooTBeTcTBUM CTOCT 12.1.010;

- TpeboBaHUsA anekTpobesonacHocTU B cooTBETCTBMU CTTOCT 12.1.018,NTOCT 12.1.019 1 nHCTpYKUMEN
Mo akcnnyartauum npndopa.

[Tpn paboTe Cc YMCTbIMU BelllecTBaMu cnegyet cobnogate TpeboBaHUA 6€30MacHOCTU, YCTAHOBMEHHbIE
ans padoTbl C TOKCUYHBIMU, e AKUMK U NerkoocnnameHawwmmncd sewectsammno FOCT 12.1.007. KoHTponb
3a coaepXaHneM BpeaHbIX BELWECTB B BO3ayxe pabo4ei 3oHbI crnegyeT NpoBOAUTL B COOTBETCTBUN C TpeboBa-
HAAMU [TOCT 12.1.005.

K paboTe Ha macc-cnektpomeTpe IRMS/SIRA aonyckatotca nuua, umeroline KBanndukauunio He HMXKe
TexXHWUKa, Bnagerowme TeXHMKOU Macc-CrneKTpoMeTpMYeCcKoro aHanumsa n usyumslLLne MHCTPYKLUIO NO 3KCnnya-
TaulM UICNoNb3yeMoun annapaTyphil.

TpeboBaHNA Be30MacHOCTU PacnpoCTPaHATCA Ha cpeacTBa U3MEepPeHUn, npuMeHsaemMble ana ueneun
HacToALLEeroc ctaHgapTa, ¢ MeTPONOrM4YeCKUMIN XapaKTepucTukamMmm, He yCcTynaroLwmMmMmn nepeyvncneHHbIM B pas-
nene 6.

11 lNpoTOoKON UCNbITaHUN

B npoToKone ncnelitTaH NpUBOANAT:

- CCbIJIKY Ha HacToALWMN MeToA;

- BUA, NPOUCXoXaeHne 1 Ha3BaHWe Npobbl;

- cnocob n gaty otbopa nNpoodkI;

- AaTy nocTynneHns 1 aHanuaa npoobbi;

- pe3ynbTaTbl onpeaeneHuns;

- MPUYMHBI OTKITOHEHWI B NMpoLieaype onpeaeneHns oT yCTaHOBNEHHbIX YCNOBUN (MPU HANMUYnKn).
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PGSYHbTaTbI JKCNnepumMmeHTa no oueHKe TOMHOCT MeTOAda onpegerneHnAd N3oTonHoro

cocTaBa KUcrnopoga B BoOHOW (hpaKkLMM COKOB U COKOBOM NpoayKuun &' Ospow”

Tabnwuua A1 — PeaynbraTbl 3KCNEPUMEHTA MO OLUEHKE TOYHOCTU METOAA onpeaeneHns N3oTONHOro COCTaBa KUCIo-

poaa B BOAHOWU (Ppakumm COKOB U COKOBOUW NPOaYyKUMW 5 °Osmow”

[lpoba
HanmeHoBaHuWe nokasartens
ANenbCUHOBLIN ABNOYHBIN Ctanpaprt
COK COK oAbl GISP
KonunyecTBO nabopaTtopun, WCKIIOYEHHbIX U3 SKCNEPUMEHTa Mo
OLEHKEe TOYHOCTU MoCcNe ero 3aBepLueHns 0 0 0
KonunyecTBO nabopaTtopun, OCTABLUUXCH B IKCMEPUMEHTE NO OLUEHKE
TOYHOCTU NOCIE €ro 3aBepLUeHus 15 15 15
Konn4ecTBO NogTBEPXAEHHbIX Pe3ybTaToB 45 45 42
CpegHeapudmeTndeckoe 3HaveHune y, %o 2,52 —3,48 —24.72
CTaHaapTHOE OTKNOHEHWUE MOBTOPSEMOCTHU (CXOANMOCTIN) S, Yo 0,08 0,16 0,08
OTHOCUTENBHOE CTaHA4APTHOE OTKITOHEHNE NOBTOPAEMOCTN (CXOON-
moctn) RSD,, % 3,17 4 .60 0,32
[Tpegen NnoBTOpPAEMOCTU (CXoauMocTn) , % 0,22 0,45 0,23
CrtaHgapTHOE OTKIMOHEHWE BOCMPON3BOANMOCTUN Sk, %o 0,09 0,13 0,09
OTHOCUTENbHOE CTaHOAPTHOE OTKIMOHEHWE BOCNPOU3BOAUMOCTU
RSDg, % 3,57 3,74 0,36
[1peaen sBocnpon3Boanmoctn R, %o 0,33 0,58 0,34

[TpwumeyaHwun e — He BbISIBNEHO 3aBUCMMOCTU MeXay BenuinHamm r, R v .

*

aeHHoro B 1993 r. Ha Tpex npobax B 15 nabopaTtopusix nog pykoBOACTBOM

Pe3ynbTaThl, NpeacTaBneHHble B Tabnuue A.1, nonydeHsl B pamMKax aKkCcnepumMeHTa rno oueHKe TOYHOCTU, NPOBe-
Paboden rpynnbl N2 1 TEXHMYECKOro KOMUTETA

no craHgaptmsaumm TK 174 EBponenckoro komuteTa no craHgaptmnsaumm CEN cornacHo mexagyHapogHbiM cTaHgapTam

NCO 5725 [5].
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