MEXTOCYOAPCTBEHHbI COBET MO CTAHAAPTU3ALIMM, METPONOMAN U CEPTUGUKALIU
(Mrc)
INTERSTATE COUNCIL FOR STANDARDIZATION, METROLOGY AND CERTIFICATION
(1sc)

MEXIFOCYAAPCTBEHHbIN rOCT
33608—
CTAHOAPT 2015

MACO U MACHDbIE NMPOOYKTbI

NaoeHTUdMKaLmMa HeMACHbIX UHIPeaUeHTOB
pacTUTeNnbHOro NPOUCX0XAeHUsi MeTo40M ra3oBom
xpomarorpadmm ¢ Macc-CnekKTpoOMeTPUIYEeCKUM
AeTeKTOpoOM

UzpaHue odmumnansHoe

MockBa
CraHaapTMHgOpM
2016


http://www.stroyinf.ru/russian-certificate-187.html

rocT 33608—2015

MpeancnoBwue

Lienn, ocHOBHbIE MPUHLMMBI 1 OCHOBHOMN NOPSAAOK NpoBeaeHNst paboT No MeXrocyaapcTBEHHON CTaHAap-
Tu3auum yctaHoBneHsl FOCT 1.0—92 «MexrocyaapcTeeHHas cuctema ctaHgapTusauumn. OCHOBHbIE NOSOXe-
Hus» un  TOCT 1.2—2009 «MexrocypapcteseHHass cuctema cTaHgaptusaumu.  CrtaHgapTbl
MeXrocyaapcTBeHHbIe, Npasuna n pekoMmeHagauumn no MeXrocyaapcTBeHHON cTaHaapTusauun. MNpaewuna pas-
paboTKn, NPUHATKSA, TPUMEHEHUA, 0OHOBNEHUA U OTMEHbI»

CBepeHun o cTaHfapTe

1 PA3SPABOTAH ®egepanbHbiM rocyaapcTBeHHBIM 610Ke THBIM Hay4HbIM yupesxaeHueM «Bcepoccuid-
CKUI HayyHo-UccneaoBaTenbCkMn UHCTUTYT MACHON NPOMBbIWIEHHOCTU umeHu B.M. Mop6aTosay (PrBHY
«BHUUMIM um. B.M. Mlop6aToBar)

2 BHECEH ®eaepankHbIM areHTCTBOM N0 TEXHUYECKOMY perynupoBaHuio u MmeTpornorun (PoccTaH-
AapT)

3 MPUHAT MexrocyaapcTBeHHLIM COBETOM NO CTaHAapTU3aLUU, METPOSIOrMU U cepTudukauum (npo-
TOKON OT 27 okTA6pa 2015r. Ne 81-M)

3a NpuHATUE Nporonocosanu:

KpaTtkoe HaumeHoBaHWe CTpaHbl Koa cTpaHb! CokpalleHHOe HaMeHOBaHWe HaLMOHANBHOTO opraHa
no MK (MCO 3166) 004—97 no MK (UCO 3166) 004—97 no cTaHgapTu3auuu
ApmeHusi AM MuHakoHoMuKn Pecnybnukn ApmeHus
Benapycb BY [occrangapt Pecny6nvku benapyce
Knpruaus KG Keiproisctangapt
Poccus RU Poccrangapt
TagXVKnNCTaH TJ TamxukcTaHgapT

4 lMpukasom PegepanbHOro areHTCTBa MO TEXHUYECKOMY PerynMpoBaHuio U MeTpororni ot 25 mapta
2016 1. Ne 214-cT mexrocyfnapcTBeHHbIn ctaHaapT FTOCT 33608—2015 BBeaieH B AEACTBUE B KAUECTBE HaLMO-
HanbHoro ctaHaapTa Poccuiickont Peaepaunn ¢ 1 aHBapsa 2017 T.

5 BBEJEH BIMEPBbIE

UHbopmayusi 06 usMeHeHUsIX kK HacmosiweMy cmarOapmy nybrukyemcs 8 exxe200HOM UHbopMaULIOH-
HOM yKaszamerie « HayuoHanbHble cmaHOapmai», a meKcm U3MeHEHUU U TorpagoK — 8 EXXeMECSTYHOM UHDOp-
MayUuoHHOM yKkasamerne «HauyuoHanbHble cmaHOapmel». B criyyae nepecmompa (3aMeHbl) unu ommeHsi
Hacmosiweao cmaHOapma coomeemcmeyiowiee ysedoMneHue bydem ofybrUKOBaHO 8 €XeMeCsIYHOM
UHopMayuoHHOM yKkasamene «HauyuonanbHbie cmaHOapmely. Coomeememsyrowiasi UHpopmayus, yse-
OomrieHUe U meKcmbl pasMewarmces makxe 8 UHGhopmalUUOHHOU cucmeme obujeao ronb308aHusi — Ha ogu-
yuansHoMm calime ®edepallbHO20 ageHmMcmea o MexHUYECKoMy peayniuposaHuro U Mempornoauu e cemu
UHmepHem

© CraHngapTunHdopm, 2016

B Poccuiickoi deaepalii HACTOALWMIA CTaHAaPT HE MOXeT BbiTh NOMHOCTLIO MW YaCTUYHO BOCNPOU3BEe-
[eH, TUpPaXWpoBaH 1 pacnpocTpaHeH B KavyecTse oduLMansHoro nsaaHus 6es paspelueHus degepansHoro
areHTCTBa Mo TeXHUYECKOMY PerynmupoBaHuio U MeTponorm
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M E XTOoOCGCYA.APCTH BTEHHUBbB H# CTAHDOAPT

MACO U MACHBIE NMPOAOYKTbI

UaeHTudmnkaumst HeMACHbIX UHFPeAUEHTOB PacTUTENBLHOIO NPOUCXOXAEHUA MEeTOAO0M rasoBou
xpoma'rorpacbvm C Macc-CnekTpoMeTpuvieCKkuM 0eTeKTopoMm

Meat and meat products. Identification of non-meat ingredients of vegetable origin using gas chromatography with mass
spectrometry detection

LNaTta BBegeHna — 2017—01—01

1 O6nacTb NnpUMeHeHus

HacToswuii ctaHgapT pacnpoCcTpaHsAeTCs Ha MACO, BKOYas MsCo NTUUbI, cyBnpodyKTel, MACHbIE 1
msicocoaepKallme NpoayKTbl M yCTaHaBIMBaEeT MeTo ra3oBoii XxpomaTorpadun ¢ Macc-cnekTpoMeTpruieckum
aetektopom (MFX-MC) ans naeHTudukaunm (aHanmsa) HeMsACHbIX UHFPeaNEHTOB pacTUTEIbHOIO NPOUCXoXae-
HUS (HaNUYMA pacTUTENbHBIX XWUPOB, NHIPEANEHTOB, codepKalliX PacTUTENbHbIE XUPbI) MO MaccoBoi Jose
cutocTepuHoB (BpaccukacTepuH, kKaMnecTepuH, CTUrMacTepuH, B-CUTOCTEPUH).

OnanasoH namepeHunin outocTepunHos coctarnseT oT 1 4o 1000 mr/kr.

2 HopmaTuBHbIe CCbINKU

B HacTosweM cTaHaapTe UCMIONb30BaHbl HOPMATUBHbLIE CChINIKM Ha criedyiolmne MeXXrocyaapcTBeHHble
cTaHaapThI:

FOCT 12.1.004—91 Cuctema cTaHaaptoB GesonacHocT Tpyda. MoxapHas 6esonacHocTb. O6wwue
TpebosaHnsa

rOCT 12.1.007—76 CuctemacTtaHgapTosbe3onacHocTu Tpyaa. BpeaHele Bewwectsa. Knaccudpukauna
n obwme TpeGoaHus GesonacHoCcTU

FOCT 12.1.019—79* CucTtema cTaHgapToB 6e3onacHocTM Tpyaa. AnekTpobesonacHocTb. O6wme Tpe-
60BaHWA U HOMeHKNaTypa BUOOB 3aLUUThI

FOCT 12.4.009—83 Cucrtema cTaHaapToB 6esonacHocTv Tpyaa. MoxapHas TexHuka Ans 3awmtbl 06b-
ekToB. OcHOBHble BUAbI. PasmelleHune n obecnyxusaHue

FOCT OIML R 76-1—2011 FocymapctBeHHan cucTema obecneuyeHust eguHcTBa usmepeHuin. Becel
HeaBTOMaTU4eckoro aencTeus. Yactb 1. MeTponoruveckue u TexHudeckue TpebosaHus. McnbitaHus

roCT 1770—74 (NCO 1042—83, NCO 4788—80) lNocyaa mepHas nabopatopHasa cTeknAHHasA.
Liununapbl, MeH3ypku, konbbl, npo6upku. O6Lume TexHnyecke ycrnosus

FOCT 4025—95 Msicopy6ku bbiToBble. TexHU4Ieckue ycnosus

FOCT 4166—76 PeakTuebl. Hatpuin cepHoKUCnbIA. TexHu4eckue ycrosus

FOCT UCO 5725-2—2003** TouHOCTb (NPaBUMbLHOCTL U NMPELM3NOHHOCTL) METOAO0B U pesynbTaToB
namepeHuin. Hacto 2. OCHOBHOM MeToq onpeaeneHust NOBTOPSIEMOCTU U BOCMPOU3BOANUMOCTU CTaHAapTHOro
mMeToAa U3MepeHuin

* B Poccuiickon depepaummn peitcteyet FOCT P 12.1.019—2009 «Cuctema crangapTtoB 6e3onacHocTu Tpyaa.
3nekTpobe3onacHocTb. O6wye TpeboBaHUs U HOMEHKNATYpa BUAOB 3aLLUTbI».

** B Poccuiickon ®epepaumm pevicteyet FTOCT P UCO 5725-2—2002 «ToyHOCTb (NPaBUIIbHOCTb U NPeunU3NOH-
HOCTb) METOAOB W pe3ynbTaToB uamepenuin. Hacte 2. OCHOBHOM MeToz onpegeneHnsi NOBTOPSIEMOCTU U BOCNPOU3BoAn-
MOCTU CTaHZAPTHOIO METOAA U3MEPEHUIA».

WUapanne ochmunanbHoe
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FOCT NCO 5725-6—2003* To4HOCTb (NPaBUBLHOCTb U MPELU3MOHHOCTL) METOAO0B 1 pesynbTaToB
namepeHuin. Yactsb 6. Micnonb3oBaHue 3Ha4YeHUN TOYHOCTU Ha NpakTuke

FOCT 6709—72 Bopga auctunnupoBaHHas. TexHuJYeckme ycrnoBus

FOCT 6995—77 PeakTuBbl. MeTaHon-a4. TexHudeckne ycnosus

FOCT 7269—79 Msco. MeToabl oTOopa 06pasLoB 1 opraHonenTuieckue MeToabl onpeaeneHust cee-
XKecTtu

FOCT 7702.2.0—95 Msaco ntuubl, cybnpodykTel U nonydgabpukatsl nTMYbn. MeTogbl oT6opa npob u
noaroToBka K MUKPOBUONOrMYecknM NccnegoBaHusaM

FOCT 9792—73 Konb6acHble nsgenus v npoaykTel U3 CBUHMHLI, 6apaHWHbl, FOBSIAUHBI U Msica ApYruX
BMAOB YOOMHbBIX XKUBOTHbLIX M NTULL. [MpaBumna npuemk1 n Metoabl oTbopa npod

FOCT 20469—95 3nekTpoMscopybku beiToBble. TeXHNYeckue ycrnosuns

FOCT 23042—86 Msico 1 MsicHble NpoAyKThl. MeToabl onpeAeneHns xupa

FOCT 24363—80 PeakTtuBbl. Kanusi ruapookunck. TexHudeckne ycrnosus

FOCT 25336—82 Mocyana v ob6opyaoBaHue nabopatopHble CTeKNsIHHbIE. THMbl, OCHOBHbIE NapamMeTpbl
1 pasmepel

FOCT 26272—98 Yackl 2NeKTPOHHO-MeXaHNYeck1e KBapLeBble HapydHble U kapMaHHble. ObLwue Tex-
HUYeckune TpebosaHus

FOCT 26678—85 XonoaunbHUKW 1 MOPO3UNbHNKA BbITOBLIE 3M1eKTpUYecKkne KOMMPeCcCUOoHHbIe napa-
meTpuyeckoro psiga. ObLne TeXHNYecKMe ycrioBus

FOCT 28165—89 Mpubopel 1 annapaTkl NabopaTopHble U3 cTekna. AksaguctTunnaTtopbl. Ucnaputenu.
YcTaHoBKN pekTudukaLmoHHsle. ObLumne TexHudeckue TpebosaHus

FOCT 29227—91 (MCO 835-1—81) lNocyana nabopaTopHas cTeknsHHas. MNnneTkn rpagynpoBaHHbIe.
YacTb 1. O6Lwue TpebosaHus

MpuMeyaHu e — Npy NoNb3OBaHUK HACTOSILLMM CTaHAAPTOM LienecoobpasHo NPoBepuTb AENCTBUE CCbINOY-
HbIX CTa@HAapPTOB B WH(OPMaLMOHHON cucTeme obliero nonb3oBaHusi — Ha odmumanbHom cante PepepanbHoro
areHTCTBa NO TEXHNYECKOMY PerynvpoBaHunio 1 METPONorMu B ceTn VIHTEPHET unu no exerogHomy MHopMaLnmoHHOMY
ykasaTenio «HaunoHarnbHble CTaHAapTbI», KOTOPbIV ONyBrUKOBaH MO COCTOAHMIO Ha 1 SHBAPS TEKYLLEro roaa, v no Bbinyc-
KaM eXXeMeCsHHOro MHPOPMaLMOHHOrO ykasaTens « HaunoHanbHbie CTaHAapThI» 3@ TEKYLMI roA. Ecnmn cebinoyHbIi cTan-
JapT 3ameHeH (M3MEeHeH), TO MPY NOMb30BaHWW HACTOSWMM CTaHAAPTOM crnedyeT PyKOBOACTBOBATLCS 3aMEHSIOLMUM
(n3ameHeHHbIM) cTaHgapToM. Ecniv cebinouHbiv cTaHgapT oTMeHeH 6e3 3ameHbl, TO NONOXEeHUe, B KOTOPOM flaHa CCbinka Ha
Hero, NPYMEHSIETCS B YaCTW, He 3aTparnBalowen 3Ty CCbINKy.

3 TepmuHbI M onpeaeneHus

B HacTosiwem cTaHgapTe NpUMEHeHbI cnegyowme TepMnHbl C COOTBETCTBYIOLLMMU onpeaeneHnusaMn:

31 CTepPUHDbI: I'Ipmpop,Hble coeguHeHna pacTUTesIbHOIMro MXXMBOTHOIO NPOUCXOXKAEHUA, OTHOCALLUECA K
Knaccy ctepouaos; B 3aBUCUMOCTU OT MICTOYHUKOB MNMOJTydeHUd, pas3aenaioT Ha q)IATOCTepIAHbI (6paccw<aCTe-
PUH, KaMnecTepuH, CTUrMacTepuH, ﬁ-CI/ITOCTepVIH), BblgensieMble U3 HeOMbINSIEMOM YacTU NIMNUA0B paCTEHMl}'I,
N 300CTEepPUHbI U3 )KVIpOBOI?I TKaHW )KUBOTHbIX.

3.2 aHanut: BelecTBo, onpegensaeMoe B np06e obbekTa aHanMTUYecKoro KOHTpOnA.

4 CywHoOCTb MeToaa

MeToa 0CHOBaH Ha LWeNoYHOM ruaponunse npobbl, 3KCTPaKLMmM UTOCTEPUHOB ANSTUIIOBLIM 3UPOM 1
nocneaytowem MNX-MC aHanuse. MaccoByio A0S0 CTEPUHOB ONpeaensoT No noLwaaq nuka uaeHTuUMpo-
BaHHbIX CTEPUHOB OTHOCUTESIbHO MPadyUpPOBOYHOM 3aBUCUMOCTM, NMOMYYEHHOM NPW aHanuae rpagynpoBOYHbIX
pacTBOPOB CTEPUHOB B aHANOMMYHbIX YCITOBUSIX.

5 Tpe6oBaHusa 6e3onacHoCTH

5.1 MpunoaroToBke UNPoOBEAEeHUM U3MepPeHUn Heobxogumo cobrnogaTtb TpeboBaHUsA TeXHUKN besonac-
HOCTW Npu paboTe ¢ xuMuyecknummn peaktmsamu no FOCT 12.1.007.

5.2 lMomelleHne, B KOTOPOM NPOBOAATCS U3MEePEeHUs], AOIMKHO ObiTb OCHALLEHO NPUTOYHO-BLITSXKHOWN
BeHTUNAUMen. PaboTy Heobxoanumo npoBoauTb, cobrniogas npaBuia IMYHOW MMrneHbl U NPOTUBONOXaPHON
6e3onacHocT B cooTBeTCTBUM ¢ TpebosaHusmMu TOCT 12.1.004 U uMeTb cpeacTsa NOXapOTYLWEHUSA No
rOCT 12.4.009.

* B Poccuiickon degepaumnm aencreyet FTOCT P UCO 5725-6—2002 « TOUHOCTb (NPaBUIIBHOCTH U NPELU3NOHHOCTL)
MeTO/I0B 1 pe3ynbTaTos usmepennin. Hacts 6. Vicnonb3oBaHue 3Ha4eHU TOUHOCTM Ha NPaKTUKE»

2
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5.3 MNpu paBoTe ¢ anekTponpuGopamu Heobxogumo cobniogaTb TpeGoeaHusa Ge3onacHOCTU Mo
rMCT12.1.019.

6 CpepacTBaM3MepeHMiA, BCnoMoraTenbHoe o6opyaoBaHne, MaTepuarnbil
M peaKkTuBbI

a3oBbI XpomaTtorpad, yKOMNNeKTOBaHHbIN:

- Macc-CneKTpPoMEeTPUYECKUM AETEKTOPOM C MOHU3aLUME 3NEeKTPOHHBIM YAapoM, NO3BOSSAOLLUIA NPOBO-
OUTb U3MepeHua B gnanasoHe o1 33 0o 550 aTOMHbIX eAUHUL, Macchl (a. e. M.), C paspeLleHneM Mo LKarne Mmacc
He Gonee 1,0 a. e. M. U YyBCTBUTENLHOCTLIO B PEXMME UOHU3ALNN 3fIEKTPOHHBIM YAapOoM: NPy UHXEKLUX B
KONOHKy 2 nr rekcaxnopbeHaona (ckaHnpoBaHue B AuanasoHe oT 45 o 359 a. e. M. 3a 1 ¢) oTHoOLWEHWE cur-
Han/WyM Ha MONEeKyNApHOM MoHe ¢ m/z 284 He meHee 10/1;

- YCTPOUCTBOM AN BBeAeHust obpasua ¢ AeneHueM rnoToKoB;

- KaNUNAPHON KONMOHKOW Ha ocHoBe S %-thbeHnn — 95 %-aumeTunnonucunokcaHa AnuHon 30 M, BHyT-
peHHUM auameTpoM 0,25 MM, TonwmHoun nneHku 0,25 Mkw;

- 3an1CbIBaOLLIMM YCTPOUCTBOM C KOMMbIOTEPHLIM YNpaBeHNEM U aBTOMaTUYECKON NporpaMmmoi obpa-
60TKM XpomaTorpacuieckux gaHHbIX B COOTBETCTBUM C KOMIIEeKTaLmeln xpomaTtorpada.

Becnl HeaBToMaTUdeckoro aencteus no FOCT OIML R 76-1 cneuunansHoro (1) knacca TOMHOCTU ¢ Npeae-
namu gonyckaemou abcontoTHON norpeluHocTh He 6onee +0,001 .

BaHa BogaHaa nabopaTtopHas, umetowan guanasoH TemnepaTyp ot 20 °C go 100 °C ¢ TouHoCTbIo Noa-
AepxaHua Temnepatypbl 0,5 °C.

Ucnaputenb poTopHbli no FOCT 28165.

Mscopy6ka 6biToBast no FTOCT 4025 unn anektpomsicopybka 6eiTosasi mo FTOCT 20469.

XonoannbHuk 6b1ToBOM anekTpudeckuit no MOCT 26678.

Yacbl anekTpoHHOo-MexaHu4eckne no FOCT 26272.

BaHKu CTeKMAHHLIE BMECTUMOCTbIO 250—500 cM3 ¢ KPBILLKOW.

MuneTku rpagyvpoBaHHble BMeCTUMOCTbo 11 10 cm3no FOCT 29227 unu ao3aTtopbl aBTOMaTUYECKUE C
nepemMeHHbIM 06beMoM 1031poBaHus oT 1 40 10 cM3 M OTHOCUTEMBHON MOTPELIHOCTLIO A03UPOBaHUs He Gonee
+1%.

dunbTp MeMBpaHHbI U3 NonuTeTpadTopPaTUNEHa ¢ auameTpoM nop 0,45 MkM.

Kon6bl kpyrnogoHHblie K-1-100-29/32 no FTOCT 25336.

Kon6a mepHas 2-50-2 no FOCT 1770.

Konba koHndyeckasi KH-1-100(1000)-24/29 TC no TOCT 25336.

BopoHka B-56(75)-80 XC no TOCT 25336.

BopoHkn genutensHele BA-1-250(500) XC no FOCT 25336.

dnakoHbl — BUankl xpomaTorpadudeckue s TEMHOro cTeKna BMeCTUMOCTbio 2,0 cm3.

Boga anctunnuposarHasa no FOCT 6709.

enuii razoo6pasHbIi (CKaTblA) BbICOKO YACTOTHI.

H-lekcaH, X. 4.

Kanus rugpookucet no FTOCT 24363, x. u.

MeTaHon-aa no FTOCT 6995.

Onp ansTunoBsbin, Y. 4. a.

Odup neTponenHbli, Y. 4. a.

Hatpuii cepHokucneii 6e3oaHbii no FOCT 4166, X. u.

BpaccukactepuH ¢ cogepxaHnem oCHOBHOrO BelllecTBa He MeHee 97,0 %.

KamnecTepuH ¢ cogepkaHmem OCHOBHOrO BewecTBa He meHee 96,0 %.

CTurmacTtepuH ¢ cogepxaHneMm 0CHOBHOrMo BellecTBa He MeHee 98,0 %.

p-cnTOCTEPWH C CoaepXaHNeM OCHOBHOTO BellecTBa He MeHee 99,0 %.

7 O160p Npo6

7.1 OT160p Npo6 noFOCT 9792, FOCT 7269, TOCT 7702.2.0.
7.2 Tpoby usmensyaloT, ABaXabl Nponyckas Yyepes MsCOpyObKy C AMaMeTpOM OTBEPCTUA peLueTKu
2—4 MM, N TWATeNbHO NepemMeLlnBatoT.
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7.3 MoaroToBneHHyo Npoby NoMeLLatoT B CTEKNSAHHY0 6aHKy BMecTUMOCTbio 250—500 cm3 1 3aKpbIBa-
0T KPBILLKOM.

[onyckaeTcst XpaHUTb NOArOTOBMEHHYO Npoby B 3aMOPOXEHHOM cocTosHMM 6e3 gocTyna Kucriopoaa
npu Temnepartype He Bblwe M1uHyc 18 °C He Gonee 7 cyT.

8 MoaroTtoBKa K MCNbITAHUIO

8.1 MpuroroBneHue pacTBopoB
8.1.1 MpuroToBneHNe pacTBOPOB CTEPUHOB MacCOBOM KOHLEeHTpaumu 0,5 mr/cm3

BsBelwmsatoT 25,0 Mr unaneuayarsnsHoro cutoctepuHa (6paccukactepuHa, kamnectepuHa, cturmacre-
pUHa, B-CUTOCTEpWHA), MepeHOCT B MepHYHo Konby BMEeCTUMOCTbI0 50 cM3 1 AOBOAAT 0 METK METAHOTIOM.
PacTtBopbl XpaHaT B xonoaunsHuKke npyu TemMnepatype muHyc (18 + 2) °C B TeyeHune 1 mec.

8.1.2 MMpuroToBneHne cMecu rpagyupoBOYHbLIX PaCTBOPOB CTEPUHOB

[1ns onpeAeneHna CTepUHOB U3 MHAMBUAYANbHLIX PACTBOPOB MACCOBOM KOHLEHTpaLmn 0,5 Mr/cm3 roto-
BSIT CMeCb rpayMpOBOYHbLIX PAacTBOPOB MaccoBOi KoHLEHTpaLmu 100 mkr/cm3 (pacteop 1), 50 mkr/cm3 (pac-
TBOP 2), 25 MKI/eMm3 (pacTsop 3), 10 mkr/cm® (pacTeop 4), 1 mkr/cm3 (pacTsop 5).

[ns npuroToBneHus pacteopa 1 rpagyvupoBaHHOM MUMETKO B MepPHYI0 konBy BMeCTUMOCTbIo 50 cm3
nepeHocAT cooTBeTCTBeHHO No 10 cM3 MHAMBMAYanbHOro pacTBOPa CTePUHA U TLWATENbHO NePeMeLLMBaIoT.

J1ns NpuUroToBNEHWA rpadyvpPOBOYHOrO PacTBopa 2 B XpomaTorpacudeckyto Buany nepeHocar 0,5 cm3
rpaaymposouHoro pacteopa 11 0,5 cM3 MeTaHona.

[lns NpuroToBReHNs rpafyypoBOYHOrO pacTeopa 3 B Xpomarorpaduueckyto Buasny nepeHocar 0,5 cm3
rpagyvposodHoro pacteopa 2 1 0,5 cm3 MeTaHona.

[ns NpuroToBReHns rpadyvpoBOYHOTO pacTeopa 4 B Xpomarorpacudeckyto Buasny nepeHocar 0,2 cm3
rpafyvpoBoYHoro pacteopa 2 1 0,8 cM3 meTaHona.

[lns NpuroToBNeHWs rpadyypPOBOYHOrO pacTBopa 5 B Xxpomarorpacudeckyto Buany neperocar 0,1 em3
rpaayvposoyHoro pacteopa 4 1 0,9 cm3 meTaHona.

PacTBopbl XpaHAT B xonoAnnsHuKe npu temnepaTtype (4 + 2) °C B TeyeHue 7 CyT.

8.1.3 MpurotoBneHue pacTBOpa FIMAPOOKUCHU Kanusa MOMSIPHON KOHLeHTpaLumn

¢(KOH) = 10,0 monk/am3

BaselwnBatoT 56,0 r rMapooKUCH Kanusi, NepeHocAT B MepHYIo konby BmecTumocTbio 100 cm3, pacTeopsi-
tOT B AUCTUNIMPOBAHHONM BOAE 1 A0BOASAT 06beM A0 MEeTKU.

oTOBbIV PACTBOP XPAHAT B KOHUYECKMX KONbBax ¢ nputepTbiMn Npobkamu, NpyU KOMHATHOW TeMmnepaType
He Bonee MecAaLa.

8.2 NopgroTtoBka NpoGbI
8.2.1 LWenoyHou rugponus npo6bl

Mpoby npoaykTta maccoit 5—10 r BeigenstoT xup no FOCT 23042 rekcaHOM U NETPOSIENHLIM 3¢hUPOM.
Mony4eHHbIAKUp NOMELLAoT B KPYTTOAOHHYH0 KONBY co Wwindom BMecTumocTbio 100 cm3 u go6asnstoT 10 cm3
pacTtsopa rugpookucu kanus (cm. 8.1.3). Konby coeanHaloT ¢ 06paTHBIM XON0AUNBHUKOM, NOMELLIAIOT B BOAS-
Hyto 6aHto 1 HarpesatoT npu TemnepaType (80 + 2) °C B TeueHue 30 MUH, Nnepuoanveckn nepemeLumeas coaep-
Xumoe konbbl. MNMocne atoro cogepxumoe Konbbl oXNaxaaroT 40 KOMHATHON TemnepaTypsl.

8.2.2 3JkcTpakuusi CTEpUHOB

B kon6y npunusaioT 40 cM3 aucTunnMposaHHoit Boasl u 30 cm3 AMaTUNOBOro achupa, nepeMeLumnsaioT,
CMMBaIOT B AeNUTENbHYI0 BOPOHKY BMECTMMOCTbIo 500 cM3 1 aloT oTcToATbEA B TedeHue 5 MuH. Mocne pac-
cnavBaHNa HXKHWIA BOHO-CTIMPTOBOA CIOiA CIIMBAKOT B KOHMYECKYHO KONBY BMeCTUMOCTbio 100 cM3, a BepXHUi
3(UPHBIA CMOW OCTaBNAT B AenuTernbHON BopoHKe. MepenusaloT BOAHO-CNUPTOBON CMON B ApYrylo Aenu-
TenbHylo BOPOHKY, 106aBnsaoT 30 cm3 AnaTnoBoro adupa, BCTPAXMBAIOT, OTCTaMBAIOT B TeueHne 5 MUH 1
nocre paccnavBaHusi BepXHUA acpupHbIA Croi NpUnuBatoT K 3(UPHOMY 3KCTpaKTy B NepBoi AenuTensHOn
BOPOHKe.

OhUpPHBINA 3KCTPAKT NPOMBIBAIOT AUCTUNIMPOBAHHON BOAON, He B3BanTbiBas, nopLumusmMu no 50 cm3,
oTbpacbiBas HWKHUA BOOHLIN CIIOM, MOBTOPSISA AaHHYI0 NpoLeaypy Tpuxkabl.

MpPOMBITHIN 3UPHBINA 3KCTPaKT pUNLTPYIOT B KPYITIOAOHHYI0 KONBY BMecTUMOCTbio 100 cm3 uepes cknag-
yaThlin punbTP co croem 6essogHOro cepHokucnoro HaTpus (10—15 r), NOMeLLeHHBIN B KOHUYECKYHO BOPOHKY.
Odup OTroHAT Ha pOTOPHOM UcnapuTene Npy Temnepartype He Boiwe 30 °C nog BakyyMoM.

Cyxolt ocTaTok pacteopsitoT B 0,5 cm3 MeTaHona, nponyckaioT Yepes Mem6paHHLIN (punbTp U nepeHocaT
B BMarly M3 TEMHOTO CTEKNa BMECTUMOCTbIO 2 cM3 N NpoBeAeHNs U3MepPeHus.

4
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9 lMpoBeaeHne nsmepeHUn

9.1 Xpomartorpaduyeckme ycroBus UsSMepeHui

a30BbLIA Xpomatorpad ¢ Macc-CnekTpoMeTPUYECKUM AeTEKTOPOM BKITHOYaOT B COOTBETCTBNM C PYKO-
BOACTBOM (MHCTPYKLMeR) No akcnnyaTaumnm 1 ycTaHaBNMBaloT NapaMeTpbl, pekoMeHayeMble U3roToBuTenem
KanunnsapHbIX KONMoHOK. Hanpumep, ans kanunnspHon koroHkM 30 M x 0,25 mm x 0,25 MKM NpUMeHsItoT crieay-
toLwme xpomaTorpadudeckme ycnosus®:

- ras-HocuTenb — renui;

- CKOPOCTL NOTOKa rasa-HocuTens 1 cm3/MuH;

- TeMnepaTypa nHxekropa 250 °C;

- IHXEKTOP B pexnme b6e3 geneHusi noToka;

- HavyanbHas TemnepaTtypa TepmocTaTta konoHkn 100 °C B TeveHne 2 MuH;

- nporpammupyemblit Harpe oT 100 °C go 290 °C co ckopocTbio 20 °C/MuH;

- usotepma npu temnepatype 290 °C ao 25 MuH;

- Bpems aHanuaa 25 MuH;

- 06beM BBOAWMOL Npobbl 0T 1 40 5 MM3.

HonyckaeTcs Ucnonb3oBaHne Apyrux xpomaTtorpacmyecknx ycrnosuin, obecrnevnsarolimx pasaeneHne
KOMMOHEHTOB NPOoOLbI.

9.2 MapameTpbl HACTPONKM Macc-CNEKTPOMETPUUECKOro AeTeKTopa

paayvpoBKy M HACTPOIKY Macc-CrekTPOMEeTPUYECKOro AeTeKTopa B peXXUMe 3M1eKTPOHHOM MoHU3aLmumn 1
TaHOEeMHO Macc-CnekTPOMEeTPUM MPOBOASAT COrMAacHO MHCTPYKLMM NO aKennyaTaLummn npubopa.

Ons naeHTndnKaumMm cCTeprHOB NPUMEHSIOT criedytoLne napameTphbl:

- TeMnepaTtypa UcTo4HnKoB noHos 230 °C;

- Temnepatypa ksagpynons 150 °C;

- 3Heprusa anekTpoHos 70 3B;

- PEXUM [EeTeKTMPOBaHWs — CKaHWpoBaHWe MOMHOr0 Macc-cnekTpa (B AvanasoHe macc 33—550
a.e.M.).

9.3 MNpapgyuposka FX-MC cucteMbl

MpuroToBneHHkle Mo 8.1.2 rpagynpoBoYHble pacTBopbl aHannsupyoT MX-MC B ycnosusix, BelbpaHHbIX B
cooTBeTCcTBMM € 9.1, 9.2. MpoBOAAT NO TPY NapannenbHbIX N3MepeHns ANA KaXKAoW KOHUEeHTpaLum rpagyvpo-
BOUHbIX pacTBOPOB. MNonyyYeHHble XxpomaTorpammbl 06pabaTbiBaloT € UCNONb30BaHNEM KOMMbIOTEPHOW CUCTE-
Mbl 00paboTkn AaHHbIX. OnpegensaoT abcontoTHoe Bpems yaepXkuBaHUs cTepuHoB. C UCMONb3OBaHUEM
cpeAcTB nporpaMMHoro obecneveHua xpomatorpada CTPOAT rpagynpoBOUHYIO 3aBUCUMOCTb MNNoWaau nuka
CTEPUHOB OT KOHLIeHTpaLmM aHanuTa B npobe.

KoathdumumeHT nMHeRHOn koppenauun nofy4YeHHoN rpagynpoBOYHON 3aBUCUMOCTU AOSMKEH ObITb He
mMeHee 0,99. Mpu HeBLINOMHEHUN 3TOrO YCNOBUA BBIACHAIOT NPUYNHBI, NPUBOASILLME K HEYAOBNETBOPUTENbHBLIM
pesynbTaraM, U YCTPaHSIIoT UX.

MpoBeaeHuve rpagynpoBkn 06a3aTenbHO NPU 3aMmeHe xpoMaTorpaduyeckon KOJIOHKK, a Takke nNpu cuc-
TemMaTU4eCcKOM Nosy4YeHUM HeyA0BNeTBOPUTENBHBIX pe3yNbTaToB KOHTPOSA, BLIMOSIHAEMOro No pasaeny 12.

9.4 KoHTponb aHanuTu4eckou cCUCTeMbl

KOHTpOsb BLIMOMHAIOT € UCMNONb3OBaHNUEM MPUTOTOBNEHHLIX Mo 8.1.2 rpagyupoBOYHbLIX pPacTBOPOB.
Mony4yeHHbIA pe3ynbTaT aHan1aa He oSMKeH OTNNYAaTLCA OT AeNCTBUTENBHOIO 3HAa4YEeHUS KOHLEeHTpauumn onpe-
AensieMblX BELLECTB B rpagyupoBOYHOM pacTeope 6onee yem Ha 3 %, OTHOCUTENbHOE CTaHAAPTHOE OTKIOHe-
HUe BpeMeHU yaepXXuBaHusi aHanuToB He 6onee YyeM Ha 5 %. B cnyyae HeBLINOSIHEHUS yKa3aHHOTO KpUTepust
rpagyvpoOBOYHOW XapaKTepucTUKA NPOBOAAT HOBYIO rPadyupoBKy.

KoHTpornb aHanMTnyeckon CMCTeMbl OCYLLECTBNAESTCA NPU YCIOBUSAX, YkazaHHbIX B 9.1, 9.2, nepea Hava-
oM NPpoBeAeHNA U3MEPEHUI, a TaKXKe NPU CMeHe XxpomaTorpadruieckoi KONMOHKM, YMCTKe 6oKoB aHanuTU4ec-
koro npubopa nT. o.

9.5 BbinonHeHue U3MepeHUn

B BMarnbl BMECTUMOCTbIO 2 CM3 BHOCAT NOArOTOBNEHHY0 Npoby o 8.2 MNpoBOAAT ABa M3MEPeHMs Ha CUC-
Teme NX-MC npu ycnosusix, ykasaHHbiX 8 9.1 1 9.2.

* B HAcTOAWEM CTaHAapTe UCMNONb3yeTcA ra3oBbin xpomatorpad Agilent 7890 ¢ macc-cnekTpoMeTpMYECKUM AeTek-
Topom Agilent 5975C n xpomatorpacdmueckon konoHkomn Agilent HP-5MS, 30 m, 0,25 mm, 0,25 mkM. [laHHas nHdopmaums
SIBNSieTCsl pekoMeHayeMol, NpuBeAeHa anst yao6cTea nonb3oBaTenei HaCTOAWEro CTaHAAPTA U HE UCKNIOHAET BO3MOX-
HOCTb UCMONBb30BaHNSA APYIMX CPEACTB UBMEPEHUI C aHANOMMUHBIMU XapaKTePUCTUKaMU.
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NaeHTndmKaLmio MHANBUAYanNbHbLIX CTEPUHOB OCYLLECTBASAIOT No abconioTHBIM BpeMeHaM yaepkuBa-
HWUS1 U OTHOCUTENBHON MHTEHCUBHOCTU OCHOBHOTO U ABYX NOATBEPXAaoLWLMX MOHOB. Npun 3TOM B Macc-crnekTpe
OOJDKHBI NPUCYTCTBOBATL BCE MUKW, UMetoLLMe B 3TalIlOHHOM Macc-CrekTpe OTHOCUTENbHYIO MHTEHCUBHOCTb
10 % v 6onee, MakcUMaribHOe pacxoXaeHue B 3HaYeHUAX OT 3TOW BeNMUUHBI He AOKHO npeBbiwaTth 20 %.
OTHOocUTeNbHass UHTEHCUBHOCTb [IBYX BCMIOMOraTenbHbIX MOHOB B MacC-CrNekTpax onpeaensieMbIX CTEPUHOB
He AoMmkHa oTnu4YaTbes bonee yem Ha 20 % OT MHTEHCUBHOCTM 3TUX XKe MUKOB B CMIeKTpax rpaflyMpoBOYHbIX pac-
TBOPOB. COOTHOLWEHWE CUrHan/LLym A5is KaXaoro U3 BbI6paHHbIX MOHOB He A0KHO 6biTh MeHbLue 3:1.

Mo 3HayeHuto NoLaam xpomMaTorpadryeckoro nMka ¢ UCNoNb30BaHUEM YCTaHOBNEHHOW rpagyupoBoY-
HOW XapaKTepUCTUKIN U NMPOrpamMmmbl 06 paboTkM AaHHBLIX HAaXOAST MacCOBYHO KOHLIEHTPaLIMIO CTEPUHOB B aHanu-
3upyemoii npobe.

BbluncrieHne MaccoBo AONN CTEPUHOB B aHaNM3vMpyemoi npobe akcTpakTa NpoBOAsAT AnNs KaXA0ro U3
OByX napannenbHbIX onpegeneHuni.

10 O6paboTkape3ynbTaToB

B cooTBeTCTBUE C AaHHBIMK, NOMYYEHHBIMU NPU aHanu3e rpailyMpoBOYHBIX pAcTBOPOB, CO3AatoT Tabnu-
Ly NMUKOB C UCMNONb30BaHWeM NporpaMmmMHoro obecneyeHus. PacueTsl nnowaam nuka 1 Maccoson oNn ctepu-
HOB BhIMOSHSAOTCA cUCTEMON 06paboTKU AaHHBIX B aBTOMAaTUYECKOM peXume.

MaccoByto gonto cTepuHoB X, MI/Kr, BeIMMCASIOT No dpopMyne

X = Cer -Sx-% 1)
Ser-m

rge CCT — MaccoBas KOHUeHTpauua nHanesmayanbHOro cCtepuHa B rpragynpoBo4YHOM pacTteope, MKI’/CM3;
Sx — nnouwaab N1Ka HansmnayanbHOro CtTepuHa B aHanM3v|pyeM0|7| npo6e, ycn.ea.,
V,, — 06bem pacTopa 115 PacTBOPEHNUA CTEPUHOB nocre npo6onoaroToekn, cm3;
SCT — nnowaagb niuka tHanBsMayanbHOro ctepuHa B rpagynpoBo4HOM pacTBope, ycn. ea.;

m — macca aHanuampyemoi npooel, .

3a oKkoH4YaTenbHbIN pe3ynbtat nNpuHUMarT cpenHeapwq)MemquKoe 3Ha4vYeHue pes3ynbTaToB ABYX
napannenbHbIX |/|3MepeH|/||7|, OKpyrneHHoe 40 BTOPOro AeCATUYHOro 3Haka.

EcnnHa XpomaTtorpamMmme NpUCyTCTBYHOT NMUKN C BpDEeMEHEM yaAepXXnBaHnA, XapakKTtepHbIM A5A ﬁ-CVITOCTe-
pPUHa nnu gpyrnx CTepMHOB pacTUTENTbHOro NPOUCXoXaeHUA (6paccwkaCTepMHa, KamMnecTtepuHa, CTurmacre-
pWHAa), U Macc-CMeKTp COOTBETCTBYET napameTpam wuaeHTudUKauumn, ycTaHoBMeHHbIM B 9.5, To aTo
noareepxgaet Hanndme pacTUuTesbHbIX XUAPOB (I/IHI'peﬂI/IeHTOB, coaepXawnx pactutelbHble >Kl/lpbl) B
aHanusmpyemoii npobe.

MpumeyaHune—MaccoBylo JONO CTEPUHOB BhipaXatoT B MI/KF, 4TO paBHO3Ha4YHO nony4aemon no popmy-
ne (1) paamepHOCTW MKF/T.

11 MeTponoru4yeckue xapakTepucTukm

11.1 MeTponoruyeckune xapaktepucTMki MeTofa npu 4oBepuTensHol BepoaTHocT P = 0,95 npuseae-
Hbl B Tabnumue 1.

Tabnuua 1
Ana Mpanuubl oTHocuTenwbHOW | Mpenen noetopsiemoctu r, | Mpeaen BocnpoussoaUMOCTH
HanuT
norpewHocTm + §,% Mmr/Kkr R, mr/kr
BpaccukactepuH 22 0,18xcp 0,25Xcp
KamnectepuH 20 0,15x¢p 0,20Xcp
CrurmacTepuH 23 0,17xcp 0,20X5p
B -cnTocTepuH 15 0,10xcp 0,20Xp
Xop — cpeaHeapudMeTNYECKoe 3HaueHne pesynbTaToB ABYX napanienbHbiX N3MepeHun, Mr/kr.
ch — cpeaHeapudMeTMHecKoe 3HaueHne pesysibTaTtoB ABYX M3MEPEHWI, BbINOMHEHHbIX B pa3Hbix nabopaTtopusix,
MI/KT.
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11.2 PacxoxaeHue Mexay pesyrbtataMmu ABYX NapansenbHbIX UsMepeHWi, BbIMONHEHHbIX OAHUM one-
paTopOM Npu aHanM3e 0AHON 1 To e NPobbl C UCNONb30BaHUEM OAHUX U TEX XKe CPEACTB U3MEPEHUn 1 peakTn-
BOB, HE [IOKHO MNpeBbillaTh npeaena noBTOPAEMOCTU (CXOAUMOCTW) I, 3HaYeHUS KOTOPOro NnpuBeeHbl B
Tabnuue 1.

Ycnoeus npueMneMocTu pesynsTaTos UsMepeHni, NONYYeHHbIX B YCNOBUAX NOBTOPSIEMOCTHU, MpU 0BE-
puTenbHon BepoATHoCcTM P = 0,95, 4OMKHbI YAOBNETBOPATL YCNOBUIO

IX¢ = Xol <r, 2)

rae x4 U X, — pesynbTaThl ABYX NapanfenbHbIX usmepeHun, %;
r— npepaen nosTopsieMocTH, %.
11.3 PacxoxgeHue Mexay pesynbTatamu ABYX U3MepeHUiA, BbINONHEHHBIX B ABYX pa3HbIX nabopatopu-
S1X, He JOIKHO NMpeBbiLaTh Npegerna BOCNpou3BoAUMOCTH R, 3Ha4eHUs KOTOPOro NpueeaeHbl B Tabnuue 1.
YcnoBus NpueMnemMocT pesynbTaToB UsMepeHni, NONYyYeHHbIX B YCNOBUAX BOCNIPOU3BOANUMOCTHU, NP
AosepuTensHon BepoaTHocTn P = 0,95, AomkHbI yaoBNETBOPATL YCNOBUIO

X1 =Xzl <R, (3)

rae X; nX, — pesynbTaThl ABYX ONpeAeneHni, BbiNoMHeHHbIX B pasHbix nabopaTopusx, %;
R — npepgen BocnponssBoanMocTy, %.
11.4 TpaHuLbl OTHOCUTENbHON NOTrPeLHOCTA (£ §), HaxoaaAWwmMecsa ¢ AOBEPUTENbHON BEPOATHOCTLIO
P = 0,95, npu cobnogeHnn ycrioBUil HacTosILLEro ctaHaapTa, He AOMKHbI NPeBbIWAaTh 3Ha4YeHU, NpUBEaEH-
HbIX B Tabnuue 1.

12 KoHTpOnb TOYHOCTU pe3ynbTaToB U3MepPeHUNn

12.1 TlMpoueaypy KOHTPONS CTabUNbHOCTU NoKasaTenen kavecTsa pe3ynbTaTos U3MepeHni (NnosTopse-
MOCTW, MPOMEXYTOUYHOW NPELIM3UOHHOCTU U MOrPELLHOCTU) NPOBOAAT B COOTBETCTBUM C NOPAAKOM, YCTAHOB-
neHHbIM B nabopatopun, no FOCTUCO 5725-6.

12.2 TlpoBepky NPUeMNeMoCcTU pesyrbTaToB U3MEpEeHUA, NONyYEeHHbIX B YCNOBUAX NOBTOPAEMOCTH
(cxogumocTn), OCyLLeCTBAAIOT B COOTBETCTBUK ¢ TpeboBaHuamu FOCT UCO 5725-2. PacxoxaeHue Mexay
pesynbTataMmi U3MepPeHUn He AOIMKHO MpeBbiWaTh Npeaena noBTopsieMocTu (r). 3HavyeHns r npueBeaeHbl B
Tabnuue 1.

12.3 TMpoBepKy NpUemMneMocTu pe3ynbTaToB U3MEPEHUIA, MONMYYEHHBIX B YCIMIOBUSAX BOCNPOU3BOAUMOC-
T, NpoBogaaT ¢ y4eToM TpeboBaHnin FOCT UCO 5725-2. PacxoxaeHue Mexay pesynbtatamm naMepeHunin,
nony4yeHHbIMU ABYMSA nabopaTopusiMu, He AO0MKHO NpeBbIWaTh npegena BocnpoussoauMoctu (R). 3Hadve-
HWS R npuBeaeHbl B Tabnuue 1.
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