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M E X T T OCVY3AUPGCTIBETUHHUBGB 1 CTAHQAAPT

PbIBA, MOPCKME BECMO3BOHOYHbLIE U NPOAYKTbI MX NEPEPABOTKU

OnpeaeneHue coaepxaHUa AUOKCUHOB U AUOKCUHNOAOOHbIX NONMXIIOPUPOBAHHbIX GM(DGHMHOB
XpoMaTo-Macc-CneKrparnbHbiM METOOAOM

Fish, marine invertebrates and products of their processing.
Determination of dioxins and dioxin-like biphenyls content by GC-MS method

Dara BBeaeHua — 2013—07—01

1 O6bnacTb NpUMeHeHus

Hacrosiwuii ctaHgapT npegHasHayeH Ans MAEHTUUKALMKU U BLIMOMHEHUS M3MEPEHUI MaCCOBbIX
KOHLEHTpauun 17 BbICOKOTOKCUYHLIX MOMUXIIOPUPOBAHHBLIX AUOEH30-N-AWOKCMHOB U AnbeH30¢ypaHoB:
2,3,7,8-teTpaxnopanbeH3o-n-guokcuHa, 2,3,7,8-neHtaxnopambenso-n-guokcuHa; 1,2,3.4,7 8-rekcaxnopau-
GeH30-n-guokcuHa; 1,2,3,6,7,8-rekcaxnopambeHso-n-guokcuna; 1,2,3,7,8,9-rekcaxnopaubeH3o-n-AU0KCUHA;
1,2,3,4,6,7,8-rentaxnopanbeH30-n-quOKCUHA;  okTtaxnopaubeH3o-n-guokcuHa; 2,3,7,8-teTpaxnopanbeH-
3odpypaHa; 1,2,3,7,8-neHtaxnopanbensodypana; 2,3,4,7,8-neHra-xnopaubensodypana; 1,2,3,4,7,8-rek-
caxnopanbensocbypana; 1,2,3,6,7,8-rekcaxnopanbensodypana; 2,3,4,6,7,8-rekcaxnopaubensocypana;
1,2,3,7,8,9-rekcaxnopanbensodypana; 1,2,3,4,6,7,8-rentaxnopanbensodypana; 1,2,3,4,7,8,9-rentaxnopau-
Oen3odypaHa; oktaxnopandeHsodypaHa,atake 14 AMOKCUHONOAOOHBIXMAHAPHLIXMONUXITOPUPOBAHHLIXOU-
dheHunos (MXB): 3,3,4,4-TeTpaxnopbudenuna; 3,4 4,5-terpaxnopbucdenuna; 2,3,3,4,4-neHtaxnopbucdenuna;
2,3,4,4 5-neHTaxnopbuceHunna; 2,3,4,4 5-nentaxnopbudeHuna; 2,3,4,4,5-neHTaxnopbucenuna;
3,3,4,4 5-nenTaxnopbucenuna;, 2,3,3,4,4,5-rekcaxnopbucenuna; 2,3,3,4,4,5-rekcaxnopbucenuna;
2,3,4,4 5 5-rekcaxnopbucpenuna;  3,3,4,4,5,5-rekcaxnopbucberunna; 2,2,3,3,4,4,5-rentaxnopbucenunna;
2,2,3,4,4,5,5-rentaxnopbucbenuna; 2,3,3,4,4,5,5-rentaxnopbudeHuna B poibe, Mopckux 6€Cno3BOHOYHBIX K
npoayktax ux nepepabotku.

MeToa aHanu3a OCHOBaH Ha SKCTPaKLUMM aHanuToOB OpraHUYECKUMKU pacTBOPUTENAMU, NOCNEAO0BATENb-
HOW O4YMCTKE IKCTpaKkTa C MPUMEHEHUEM refb-unsTpauumn U KONIOHOYHOW Xpomartorpadum Ha pasnumuHbIX
copbeHTax U KONMMYECTBEHHOM aHanu3e MeToAoM XPOMaTo-MacC-CNeKTPOMETPUN C UCTIONbL3OBAHUEM CYPPO-
raTHbIX W30TOMHO-MEYEHbIX CTaHAapPTOB — aHaroroB onpegensieMblX COe4UHEHUWI, BBOAUMbBIX B nNpoby Ha
cTaaum NnpobonoaroToBKU.

Mpeaen oBHapy>keHUst Pa3nNnYHbIX KOHFEHepOB COCTaBNAET COOTBETCTBEHHO OT 0,1 Ao 0,5 Hr/kr. Onpe-
[IENeHNI0 He MeLLiaeT npucytcTeme B 06pasuax necTuuuaos, NONUXIIOPUPOBAHHbLIX BUEHMNOB U NPOYUX ra-
TNOreHUPOBAHHbLIX COEANHEHMIA.

2 HopmaTuBHbIe CCbISIKN

B HacTosiLiem cTaHaapTe UCMONb30BaHbI HOPMATUBHbLIE CCbINKU HA CrEAYIoLMe CTaH4apTbl:

FOCT 12.1.007—76 Cuctema craHaapTtos 6e3onacHoctu Tpyaa. BpeaHole Bewectsa. Knaccudukauus
u o6wme TpeboBaHus 6e30nacHoOCTH

FOCT 201—76 TpuHatpundocdart. TexHuyeckue ycrnosus

FOCT 1770—74 (MCO 1042—83, NCO 4788—80) Mocyna MepHasa nabopaTtopHas creknsiHHas. Liu-
NMHAPbI, MEH3YPKK, KONObI, Npobupku. ObLLMe TEXHUYECKUE YCNOBUS

FOCT 2652—78 Kanus Guxpomat TEXHUYeCKUin. TexHn4eckue ycrnoeus

FOCT 4166—76 PeakTusbl. HaTpuii cepHOKUCTbINA. TexHU4eckue ycrnoBus

FOCT 4204—77 Peaktuebl. Kucnora cepHas. TexHU4eckue ycnosus

U3pgaHue oduuymanbHoe
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FOCT 4328—77 PeaktuBbl. HaTpusi ruApookuchb. TeXHU4YECcKue ycnoBusi

FOCT 6709—72 Boaa auctunnupoBaHHasi. TexHu4eckue ycnosus

FOCT 6995—77 PeaktuBbl. MetaHon-a4. TexHuyeckue ycnosus

FOCT 7636—85 Puiba, mopckue mnekonuraiowme, mopckue 6ecno3BoHOUHbIE M NPOAYKTLI MX Nepepa-
6oTku. Metoabl aHanu3a

FOCT 9293—74 A30T razoo6pasHbiil U Xxuakui. TexHu4eckue ycnosus

FOCT 9968—386 MeTuneH xnopucTblil TEXHUYECKUIA. TexHU4Yeckue ycrosus

FOCT 20010—93 lNepyaTku pe3nHOBbLIE TEXHUYECKUE. TeXHUYECKHue ycrioBus

FOCT 24104—2001" Beckl naboparopHbie. Obume TexHuueckue TpebosaHus

MOCT 25336—382 lNocyna u o6opyaoBaHue naboparopHble CTEKNAHHbIE. TUMbl, OCHOBHLIE NapaMeTpbl
1 pasmepbl

MOCT 28498—90 TepmMOMETPbI XXMAKOCTHbIE CTEKNAHHbIE. Obume TexHuyeckue TpebosaHus. Mertoabl
UCMbITAHMUIA

MOCT 29227—91 (MCO 835—80) lMNocyna nabopatopHas cTeknsiHHasA. [MUNeTku rpagyvMpoBaHHbIE.
Yactb 1. O6wme TpeboBaHus

MpwuMeyaHune—TIpK NonbL30BAHUU HACTOALMM CTaHAAPTOM LienecoobpasHo NpoBepuTL AEACTBUE CCbINOYHbIX
CTaHAapToB B MHPOPMALIMOHHON cucTeMe obLLero Nonb3oBaHWA — Ha oduuymansHoM caiite OefepanbHOro areHTcTBa
Mo TEXHUYECKOMY PErynupoBaHuio U METPONorMn B ceT UHTEpHET Wnu no exerogHOMy MHGOPMAaLMOHHOMY yKasaTtenio
«HauuoHanbHble cTaHAapTbi», KOTOPbLIA onybnukoBaH No COCTOAHUIO Ha 1 SHBaps TeKyLlero roga, U no BbiMyckaMm exe-
MECAYHOro MHGPOPMaLMOHHOro ykasatensa «HauuoHanbHble cTaHAApTbI» 3a TEeKYLWMA rof. Ecnu ccbinovHblil cTaHaapt
3aMeHeH (MI3MeHeH), TO NpW Norb30BaHUW HACTOALMM CTaHAAPTOM CNeAyeT PyKOBOACTBOBATLCS 3aMEHSIOLUM (M3MEHEeH-
HbIM) cTangapToM. Ecnu ccbinoyHblil cTaHaapT oTMeHeH 6e3 3aMeHbl, TO NONOXeHUe, B KOTOPOM flaHa CCbifika Ha Hero,
NPUMEHSIETCA B YaCTU, He 3aTparnBaloLLen 3Ty CCbINKY.

3 TepMmuHbI, onpeaeneHUA U COKpalLEeHUA

3.1 B HacTOSAILLEM CTaHAApTE NPUMEHEHBI CRneaylowmue TEPMUHBI C COOTBETCTBYIOLLIMMKN ONpeaeneHns-
MMU:

3.1.1 nonuxnopupoBaHHble AUGeH30-N-guoKCcUHbI/anGeH3odypanbl; MXOQ/O0P: Bece koHreHepsl
AnBeH30-N-ANOKCMHOB M AnbGeH30ypaHoB C coaepXXaHMeM B MOMEKyrne OT O4HOro 40 BOCbMU aTOMOB XI1opa.

3.1.2 cypporaTHbIi cTangapt; S/S: Cmecb koHreHepoB MXAO/OP unu MXB, U30TONHO-MEYEHbIX NO
yrrnepoay 1~°’C12, BBOAUMAsA B NpoOy Ha ctaagum o06paboTKM ANst KOHTPONS MOMHOTLI U3BNEYEHUSI U KONUYEC-
TBEHHbIX PAC4ETOB.

3.1.3 BHyTpeHHUI cTangapT; R/S: N30TONHO-MeYeHbIN Mo yrnepoay 13012 usomep MNMXAL/OP, He BXO-
OAwmn B coctaB S/S, BBOAUMDIN B MOATOTOBMNEHHbIN K AHANMU3y 9KCTPAKT AN KOHTPONsS KOHEYHOro oobema
9KCTpaKTa, NPOBEPKU CTabUNLHOCTU PabOTbl MACC-CNEKTPOMETPA U ONEPATUBHOTO KOHTPONS 3(hEKTUBHOCTH
XxpomarorpacduM4eckoro pasgeneHusi \30MepoB.

3.1.4 pexoHCcTpyuMpoBaHHafa macc-xpomarorpamma: Macc-xpomarorpamma, norny4yeHHasi KOMMbio-
TepHoW 00paboTKON pe3ynLTaToB aHanMu3a 1 NoKasbIBaloLLas 3HaYeHue curHarna, co3gaBaemMoro UOHamm ¢ 3a-
JaHHOW Maccoi, a.e.M., xapakTepHon Ans koHreHepos MNXA/0® ¢ onpeaeneHHo CTENEeHbIO XIMOPUPOBaHUA.

3.1.5 AMOKCUHOBDLIN 3KBUBANeHT TOKCUYHOCTU; TEQ: KoHreHepbl MXA/AP unu MXB — 3HauyeHue,
BbIPA)XEHHOE B OTHOCUTETNbHbIX BENMMYMHAX TOKCUYHOCTU, YCTAHOBMNEHHbLIX BCcemmupHOi opraHusauumen 3gpaso-
OXpaHeHUs NPX YCIIOBUM, YTO TOKCUYHOCTL M3omepa 2,3,7,8-TeTpaxnopambeH30-n-4MOKCMHA NPUHATA paBHOW
1 (npunoxeHue A).

3.1.6 cyMmapHbIA AMOKCUHOBBIN 3KBMBASIEHT TOKCUYHOCTU NPO6bI: CymmMapHas TOKCMYHOCTbL Npo-
Obl, cozpaBaemas TOKCUYHbIMKM KOHreHepamu MXA/OP v nnanapHeivu MXB, onpeaenseMas kak cymMma npo-
M3BeAEeHUI KOHLIEHTPaLUIA KaXA0ro KOHreHepa Ha COOTBETCTBYIOLLMI SKBMBANEHT TOKcu4HoCcTU (2 TEQ, nr/r).

3.2 B HacrosileM craHpapre NpuMEHEHb! Crieayoye CoOKpaLLeHUs A HKECNeayIoLLMX KOHIeHepoB:

TXAA — moboii nusomep TeTpaxnopambeH3o-n-a4UOKCUHA;
MeXA4 — moboi nsomep neHTaxnopanbeH3o-nN-AMOKCUHa;
rexXad — moboi nsoMmep rekcaxnopanbeH3o-n-gUoOKCUHa;
mxXA0 — moboit nsomep rentaxnopanbeH3o-n-ANOKCUHA;
OoXAd — oxraxnopanbeH30-n-ANOKCUH;

TXA® — moboi nsomep TeTpaxnopanbeHsodypaHa;

* Ha Tepputopun Poccuiickonn ®egepauuu peiictByer TOCT P 53228—2008 «Becbl HeaBTOMaTU4eCKOro fAei-
ctBuA. YacTb 1. MeTponornyeckue u TexHudeckue TpebosaHus. McnbiraHus».

2
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MeXOd® — moboii usomep neHtaxnopanbeHsodypaHa;
rexae — nobon usomep rekcaxnopanbensodypaHa;
mxa® — nobon usomep rentaxnopaudbensodypana;
OXO® — okraxnopaubeHsodypaH;

NXB6 — mobou kKoHreHep nonmxnopbudeHuna.

MpumMmevyaHue — lMopsaok 3aMelleHUst ANsi KOHKPETHOTO M3oMepa yKasblBaeTcs LU pOBEIM UHAEKCOM, Co-
rnacHo npasunam IUPAC, Hanpumep, 1,2,3,4,5-neHTaxnopgnbeH3o-n-gUOKCUH.

3.3 Ona o603Ha4YeHUs1 KOHFEHEPOB NMaHAPHbIX NOAMXNOPUPOBaHHbIX BudeHunos (MXB) ncnonb3aytoT
crnegytoLime CokpaLleHus:
MXe 77 — 3,3,4,4-tetpaxb;
MXe 81 — 3,4,4,5-tetpaxb;
MNXB 105 — 2,3,3,4,4-neHtaxpb;
MNXB6 114 — 2,3,4,4,5-neHtaXxpb;
MX6 118 — 2,3,4,4,5-neHtaxb;
MXB6 123 — 2',3,4,4,5-neHtaXxXpb;
MXB6 126 — 3,3,4,4,5-neHtaxb;
MNXB6 156 — 2,3,3,4,4,5-rekcaXb;
MNXB6 157 — 2,3,3,4,4,5-rekcaXb;
MXB 167 — 2,3,4,4,5,5-rekcaXb;
MXB 169 — 3,3,4,4,5,5-rekcaXb;
NXe 170 — 2,2,3,3,4,4,5-rentaXb;
MXB 180 — 2,2,3,4,4,5,5-rentaXb;
MXB6 189 — 2,3,3,4,4,5,5-rentaXb.

3.4 Ons 0603HA4YEHNA MACC-CNEKTPOMETPUYECKOrO PEXMMA aHanm3a ¢ UCNoMb30BaHUEM XUMMUYECKOW
NOHM3aUMKN N AETEKTUPOBAHUEM OTPULATENBHO 3apsHKEHHbLIX MOHOB UCNONb3yeTcs cokpalueHue XU OW.

4 TpeboBaHus 6e3onacHoCTU

KoHreHepbl MXO/0P 0THOCATCA K BLICOKOTOKCUYHBIM COEAUHEHUAM, 06nagalowmMmMmn KaHLEPOreHHbIM,
MYTareHHbIM U TepaToreHHbIM geincreuem. Ana Haubonee Tokcnunoro 2,3,7,8-TXAM LDg, = 0,05 mr/kr, knace
onacHocTtu 1.

TpeboBanusa 6esonacHoctu npu paborte ¢ npenaparamu, cogepxawmumu NMXAL/OP, ycranasnusalor B
COOTBETCTBUM CO CMeLUanbHbIMU MHCTPYKLUMSAAMU NO paboTe ¢ AMOKCMHOM, AEWCTBYIOLLUMU HA TEPPUTOPUN
rocyaapcrea, NpUHsIBLLEro CTaHAapT.

MoMeLeHus, B KOTOPbIX NPOBOAUTCSI MOAFOTOBKA Npo6, A0MKHbI GbiTb 060PYA0BaHbI MPUTOYHO-BLITSK-
HON BeHTUnAUMEN. MicxoaHble cTaHaapTHble 06pas3ubl Anst NPUrOTOBREHUS rPaayUPOBOYHbIX PACTBOPOB U aT-
TECTOBAHHbIX CMECEii CrnelyeT XpaHUTb B 3anMpaemMoM METanMYeckom Lukady.

Bce onepauuvu No npuroTOBNEHUIO aTTECTOBAHHLIX CMECEN U rPagyupoBOYHbLIX PACTBOPOB, COAEPKaLLNX
TXAA n ero meveHble aHanoru, gobasneHue cTaHAApPTOB K 06pa3uy, NOAroToBKy obpasua k aHanu3y cneayet
NPOBOAUTbL NOA TArOW B BbITSDKHOM LUKady.

Mpo6bl, NOArOTOBNEHHbIE K aHanu3y, U pacTBOPbl CTAaHAAPTHLIX 00Pa3LOB, rpafiyMpOBOYHLIX WU KOH-
TPONbHbLIX PaCTBOPOB, aTTECTOBAHHLIX CMECEN CrieayeT AepXxaTb B aMnynax, 3aKpbiTbiX 3aBUHUUBAIOLLIENCA UK
3anpecCoBaHHON KPbILLKOW C TE(PNOHMPOBAHHOW PE3MHOBON NPOKNAAKON, NPOKanbiBaeMOW MUKPOLLNPULIEM.

Mepbl N0 0kasaHuio NepBOK MOMOLLM NPU NONAaAaHUKU ANOKCMHA U €r0 paCTBOPOB HA KOXY, B rnasa u xe-
nyaok NPOBOAAT B COOTBETCTBMU C MHCTPYKLMAMU, AWCTBYIOLLMMUN HA TEPPUTOPUN FOCYAAPCTBA, NPUHABLLETO
cTaHaaprT.

5 CpepctBa wu3MepeHMit, BcriomoratefibHoe o6opyaoBaHMe, peakTUBbI,
Matepuanbl

5.1 Cpeacrea usmepeHun

XpomaTo-Macc-CNEKTPOMETP BbICOKOTO MIU HU3KOTO paspeLleHusl, NO3BONAIOWMIA BECTU PErMcTpaLmio
OTAENbHLIX MOHOB C 3a4aHHbIMM Maccamu B auanasoHe 50 — 600 a.e.M. npu noHu3auum npobbl B pexvme

3
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3MEKTPOHHOrO yaapa UM XMMUYeCcKOW UOHM3auMKn C AETEeKTUPOBAHUEM OTPULIATENMBHO 3aPsXKEHHbIX UOHOB,
OCHALLEHHbIN KOMMNbIOTEPHON CUCTEMOI 00pabOTKM AaHHbLIX U UMetoLMI npeaen obHapyeHua 2,3,7,8-TX04
B PEXWUME CENEKTUBHOTO AETEKTUPOBAHUA MOHOB (COOTHOLLEHME CUrHan/Lwym) npu uxxekuun 1,0 Ar gaHHOro
BeLecTBa B npubop He xyxe 5:1 (Hanpumep, MAT-95XP, DFS, JMS-700, Agilent-5975, Varian-320MS, ITMS-
240MS, ITQ 900GC/MS, TSQ Quantum unu gpyrue ¢ nogobHbIMU XapakTepucTUukamm).

KeapueBble kanunnsapHble xpoMmartorpadudeckne KonoHku 30(60) m, gnametpom 0,25 MM C HENOABUXK-
HOW HenonsApHon dason Tunos (DB-5MS, VF-5MS) u (unu) nonapHon cdason tunos SP-Sil88, DB-DIOXIN
(nonyckaeTtcsa UCMONb30BaHUE U APYTUX KOMOHOK C HEMOABWKHLIMU (ha3amu, 00eCneynBaloLMn pasaeneHme
2,3,7,8-3ameLeHHbIX n3omepos u apyrux MXOA0 n MNXOP).

TepMOMETP TEXHMYECKMIA PTYTHLIN NPAMON C AuanasoHOM nsmepsieMon temnepatypsl ot 0 °C go 100 °C
C ueHon genenmna 1 °C n temneparypsl 300 °C ¢ yeHow genenna 2 °C no NOCT 28498.

Becbl nabopartopHbie 00Lero Ha3Ha4YeHns CpegHero Knacca TOYHOCTU C NMpeaenom AonyCTMMOR Mo-
rpewHoctn Ao 0,1 mr no NOCT 24104.

5.2 BcnomoraTtenbHble yCTPONCTBA M flabopaTtopHas nocyga

Mukpowinpuubl xpomartorpadudeckue Ha 10 mkn, ueHon aenenuna 0,1 mkn, Hanpumep dpupmbl Hamilton
Ne 700, N0 HOPMATUBHbLIM JOKYMEHTaM.

ABTOMATUYECKME 103aTOPbI NEPEMEHHOr0 06bema (100 — 1000 Mm3), ¢ npeaenom NorpeLLHocTyH He 60-
nee * 0,8 %, Hanpumep pupmbl Eppendorf Ne 3111.000.165, N0 HOPMaTUBHLIM 4OKYMEHTAaM.

ABTOMaTUYECKME [03aTOPbl NepeMeHHoro o6bema (10 — 100 MM3), ¢ npeaenom norpeLIHocTy He 6o-
nee x 0,6 %, Hanpumep Eppendorf Ne 3111.000.149, no HOPMaTUBHLIM LOKYMEHTAM.

PoTaumoHHbIN ncnapuTenso.

Annapar ans BCTpaxuBaHus npoo.

MwukpounsamenbunTenb TKaHen, MOLWHOCTLI0 300—500 BT.

LLkach cylumnbHbIN, o6ecneumBaloLLuii nogaep>xaHue Temneparypsl B AnanasoHe temneparyp 90 °C —
150 °C.

XonoannbHWK ObITOBOI M0G0 MapKu.

MydenbHas neub noboi mapku, obecnevnBatoLLlasa HarpeBs B guanasoHe Temnepartyp 300 °C — 800 °C.

Munetkn 1-2-1, 2-2-5 no NOCT 29227.

MepyaTkn pe3nHoBbie TexHudeckne no MOCT 20010.

Lunnuapel MepHble ncnonHeHusa 3, BmectumocTbio 25, 50, 100, 250 cm3 no MOCT 1770.

CTtakaHbl MmepHble BMecTumocTbto 100, 500, 800 cm3 no MOCT 25336.

Kon6bl KpYrioAoHHbIE, UCMOMHeHNs 4, BMECTUMOCTbIo 500 cm3, 100 cm3 no MOCT 25336.

KonBbl MMOCKOAOHHbIE KOHMYECKUe WCMONMHeHuss 4, BMecTumocTbio 1000, 500, 250, 100 cm® no
MOCT 25336.

KonGbl mepHeble, 10, 50 cm® knacca-2 no MOCT 1770.

KonGbl rpywesuaHbie, 100 cm® ucnonHenus 4 no MOCT 25336.

BopoHku cTeknsiHHble KoHn4eckue 36—50, B-100-150 no FOCT 25336.

KonoHku cTteknsHHble, gnameTpoM 8 mm, gnnHon 300 MM ¢ BEpXHUM pesepByapoM (npunoxeHue b).

KonoHku cteknsHHble, gnametpoM 6 mm, gnuHon 150 MM ¢ BepxHUM pesepByapoM (npunoxexue b).

KonoHku cTteknsHHble Ans renb-ounsrpayumn gnametpom 18 mm, gnuHon 600 mm (npunoxexue b).

KonoHku creknsaHHble guametpom 30 Mm, anuHon 400 mm, ¢ punstpom LLoTTa (NpunoxeHue b).

[Manoykn CTeKnsAHHbIE.

Kpanbl TedpnioHoBble Tuna Cole-Parmer Ne A-30503-00

BopoHku genutensHole BO-1-100 XC no FOCT 25336.

Oednermarop 250-14/23-29/32-TC no MOCT 25336.

XonoaunbHuk XMT-1-300-14/23 XC no MOCT 25336.

SkeukaTtop 2-250 no MOCT 25336.

MukpodpnakoHbl Ha 0,9 cM3 ¢ koHMYeckum gHoM, Tuna Wheaton, Supelco Ne 27333,

CTeKnsiHHble rakoHbl C 3aBUHYMBAIOLLEiicA Kpbitukol (Mini-Vials) BMectumocTbio 2 cm® Tuna Supelco
Ne 27023.

CTeknsiHHbIe (PraKkoHb! C 3aBUHUMBAIOLLIENCA KpbILLKOii (Mini-Vials) BMecTuMocTblo 4 cm3 Tvna Supelco
Ne 27024.

TednoHMpoBaHHbIE NPOKIagkn (centol) anametpom 10 mm, ansa suan, Tuna Supelco Ne 27360-U.

Kpumnep (ycTpoicTBo 4na repMmetusayumn suan) Tuna Supelco Ne 33195,
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AMNynbl TEMHOTO CTekNa, MegULMHCKME, BMECTUMOCTbIO 5 cm® Tuna Jena-Vitropack.
Hacoc sogoctpyiHbii no MOCT 25336.
BaHsa BogsiHas ynsTpa3BykoBas.

5.3 PeakTuBbl U MaTepuanbl

OuxnopmetaH, x.4., no FOCT 9968.

MeTtaHon, x.4., no FTOCT 6995.

Cunukarens Kieseigel 60, 70—230 Mkm, uMnopTHbIA, Hanpumep Merck Ne 7734.9025.
AntomuHns okuck 90, ocHoBHas, Hanpumep dupmel Merck Ne 1097.9050.

Hatpuit cepHokucnbii 6e3BOAHbIN, X.4., N0 FOCT 4166.

Kanus 6uxpomar, x.4., no FOCT 2652.

Tpunatpun gocdar, u., no NOCT 201.

Mmapookuce HaTtpua, x.4., no FOCT 4328.

CepHas kucnoTta KOHUEHTpUpoBaHHas, oc.u., no FOCT 4204.

Boga auctunnuposanHasa no NOCT 6709.

lenun mapku A.

A30T, 0c.4., no NTOCT 9293.

lasoBas cMecb aproH-mMeTaH, 10 % 06. meTaHa, 0c.u.

H-rekcaH, Ang cnegoBoro aHanusa, MMNOPTHLIN, HanpuMep dupmebl Merck, Ne 4368.2500.
H-AEKaH, Ana CrnegoBoro aHanuaa, MMNOpPTHbINA, Hanpumep dupmbl Merck, Ne 803405.0250.
H-HOHaH, ANS CNeA0BOro aHanusa, MMNOPTHbIW, HanpuMep dupmbl Merck, Ne 806838.0250.
BonokHuctbin kBapuesbin maTepuan CKB.

CopbeHT Bio-Beads S-X3, 200-400 mesh, Bio-Rad.Lab., Ne 152-2750.

5.4 CtTaHgapTHbIe PacTBOPbI U KOHTPOJbHbIE 00pa3ubl

M3oTonHO-MeueHble cypporaTHble U BHYTpeHHue ctadgaptel MXO0/0P, sknovaowpe:

a) S/Snxm/,ucb — pacTBOp CMECKH U30TONMHO-MEYEHLIX MO yrnepoay 13012 KoHreHepos MXA4/0% B HOHa-
He, EDF-4053, npoussoactea komnaHum Cambridge Isotope Laboratories, Inc., US (kog no katanory CIL
Ne EDF4053), ¢ NOrpeLLHOCTbIO COAEPKaHUA Kaaoro KoMrnoHeHTa + 10 % (tabnuua 1).

Tabnuya 1— Cocras pactBopa S/Snxﬂﬂ/ﬂ.‘b

KoMnoHeHTbI KoHueHTpaums, MKr/cm3
2,3,7,8-TXAL0 (13C4, 99 %) 1,0
1,2,3,7,8-MeX0A (13C,, 99 %) 1,0
1,2,3,6,7,8-mxX00 (13C4, 99 %) 1,0
1,2,3,4,6,7,8-rnxa0 (13C,, 99 %) 1,0
oxan (3¢, 99 %) 2,0
2,3,7,8-TXA® (13C,, 99 %) 1,0
1,2,3,7,8-MeX0d (13C4, 99 %) 1,0
1,2,3,6,7,8-TxX0® (13C,, 99 %) 1,0
1,2,3,4,6,7,8-MXAd (13C,, 99 %) 1,0

0) R/SI'IXJ:U:W:ldD — pacTBOp cMmecu BHYTpeHHux ctaHgaptos MNXA0/0P B HoHaHe EPA 23RIS npoussoa-
crBa Cambridge Isotope Laboratory, Inc., US (kog no katanory CIL Ne EDF4055), ¢ norpeliHOCTbIO coaepka-
HUSA KaXkgoro koMnoHeHTa + 10 % (Tabnuua 2).

Ta6nuuya 2— R/Shxnyne

KoMmnoHeHTbI KoHueHTpauus, Mkr/cm3
1,2,3,4-TX0A (13012 99 %) 0,5
1,2,3,7,8,9-xXA0 (13012 99 %) 0,5
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KanuOpoBOYHBIW CTaHAAPT, BKIIOYAOLWMIF pacTBOp 18 TOKCUYHBLIX KOHreHepoB MXA4/0d, npoussoacTea
Cambridge Isotope Laboratory, Inc., US (Homep no katanory CIL Ne EDF-7999-10x), ¢ norpeLuHocTbio cogep-
KaHuA kaxaoro komnoHeHta + 10 % (tabnuua 3), pacTBOp B HOHaHe.

Ta6nuya 3 — Cocras kanubpoBoO4HOro cTaHAapTa

KoHrenep MXA0 KoHLieHTpaLms, Hr/cm3 KoHreHep MXOd KoHueHTpaLms, Hr/cm®
2,3,7,8-TX0N0 400 2,3,7,8-TXQ® 400
1,2,3,7,8-Mexgn 2000 1,2,3,7,8-MNexXJd 2000
1,2,3,4,7,8-'eXaad 2000 2,3,4,7,8-NexJ® 2000
1,2,3,6,7,8-TkXa0 2000 1,2,3,4,7,8-MkX® 2000
1,2,3,7,8,9-'exXa 2000 1,2,3,6,7,8-MeXAo® 2000
1,2,3,4,6,7,8-"mXxA0 2000 2,3,4,6,7,8-I'ekXAo 2000
oxpa 4000 1,2,3,6,7,8-MeXAd 2000
2,3,4,6,7,8-TexXJo 2000 1,2,3,7,8,9-MexXA® 2000
1,2,3,4,6,7,8-TMX00 2000 oxa® 4000

KoHTponbHbI 06pasel TkaHen peibbl ¢ aTTecToBaHHbIM cogepxxanneM MXAL/AP u AMoKCUHNOAOOHBIX
nnaHapHbix MXB (koa no katanory CIL Ne EDF2526), ¢ cogepxaHuem koHreHepos MXAQ/AP B agnanasoHe
10—50 Hr/kr n koHreHepoB MXB B8 gnanasoHe 100—500 Hr/kr.

M30TONHO-MeYeHbIe CypporaTHble U BHYTPEHHME cTaHaapthl MXB, Bkniovaowme:

a) S/Spg — PacTBOP CMECH N3OTOMHO-MEYEHBIX CYPPOraTHLIX NiaHapHbIX MXB B HOHaHe (koA Nno Karta-
nory CIL Ne EC4995), ¢ norpeLHoCTbI0 coaepXaHusa kaxaoro komnoHenta + 10 % (tabnuua 4).

Ta6bnuya 4 —CocraB S/Spyg

KoHreHep MXB KOH:‘:K':EEL‘M’ Konrenep NXB K°“:i;’§;§‘“"'
MXB 77 (13C,, 99 %) 1,0 MXB 156 (13C,, 99 %) 1,0
MXB 81 (13C,, 99 %) 1,0 NXB 157 (13C,, 99 %) 1,0
MNXB 105 (13C,, 99 %) 1,0 Nxe 167 (13C,, 99 %) 1,0
MXB 114 (13C,, 99 %) 1,0 MX6 169 (13C,, 99 %) 1,0
MXBE 118 (13C,, 99 %) 1,0 MXB 170 (13C,, 99 %) 1,0
MX6 123 (13C,, 99 %) 1,0 NXB 180 (13C,, 99 %) 1,0
MXB 126 (13C,, 99 %) 1,0 NXB 189 (13C,, 99 %) 1,0

6) R/Spxg — pacrteop 2,3,4,4’,5,6-rekcaxnopOuchenuna B HoHaHe (koA no katanory CIL PCB Ne 166), ¢
KOHLeHTpaumei (100 + 5) mkr/cm3.

KanubpoBouHblii cTaHaapT, BKNoyalowmin pacteop 14 nnaHapHbix kOHreHepos MXB, npousBoacTea
Cambridge Isotope Laboratory (Homep no karanory CIL Ne EC-5000), ¢ norpeLwHOCTbIO CoaepXKaHUs Kaxaoro
KOMnoHeHTa + 10 % (Tabnuua 5), pacTBOp B HOHaHeE.

Tabnunya 5— Cocras R/Spyg

Konretep MXb Ko“:i:‘;f:\fsum' KoHreHep NXB Ko“:‘::'/"rsg‘"”'
MXB 77 2,0 MXB 156 2,0
MX6 81 2,0 MXb 157 2,0
MX6 105 2,0 MXb 167 2,0
NMxe 114 2,0 MXB 169 2,0
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OkoH4YaHue mabnuupl 5

KoHreHep IMXB KOH:‘AeK:IzﬁgLMH’ KoHreHep MXB Ko”ai:'r:;?”“'
MXB 118 2,0 MXB 170 2,0
MXB 123 2,0 MXB 180 2,0
MXB 126 2,0 MXBE 189 2,0

JonyckaeTcs NpUMEHeHUe APYIMX CPeacTB M3MEPEHMIt U 060PYA0BaHMS C METPOSIOTMYECKUMM XapakTe-
PUCTMKaMK, @ TAKKE APYMMX PEAKTUBOB M MaTepuarnoB N0 KAYeCTBY HE HIKE YKa3aHHbIX B HACTOSALLEM CTaHaapTe.

6 OnpepeneHne NONUXNOPUPOBaHHbLIX ANOEH30-N-ANOKCMHOB U AnbeH3odypaHoB

6.1 MoagroroBka nocyabl, COPOGEHTOB M peakTUBOB

6.1.1 NMoagroTroBka nocyabl

CTEKNAHHYIO XMMUYECKYIO MOCYAY 3aMaquBaloT B pacTBope TpuHaTpundocdgara Ha 6—7 y, 3atem npo-
MbIBaIOT BOAOMNPOBOAHON BOAON, MOIOT ropsiveii XpOMOBOW CMEChH), ONOMAacKUBAaIOT BOAONPOBOAHON BOAON, a
3aTeM TPWXAbl AUCTUNNMPOBAHHOW BOAOW M cywwaTt npu Temnepatype 300 °C B CyLULMNbHOM LuKady.

6.1.2 MogroToBKa peakTUBOB U MaTepuaros

O4NCTKY pacTBOpUTENEN H-TeKCaHa U ANXITOPMETaHAa OCYLLECTBNSAIOT MyTEM NEPETOHKM Npu atmocdep-
HOM AaBNEHUN C UCMONb30BAHMEM CTEKIAHHOW XMMUYECKON NOCYAbl B COOTBETCTBUM C NPaBUNaMu NeperoHku
OpraHU4YeCcKuX BELLECTB.

Mcnonb3yeMble pacTBOpUTENY KBanuuKaLmMm «Ans cneoBoro aHanmaa» npou3BoacTaa compmbl Merck
UK aHanorn4Hble UCNonb3yTcs 6e3 OUNCTKK.

Hatpuin cepHokucnbii 6E3BOAHBIN MAPKKU OC.Y. NPOKanNUBaloT B MydenbLHOIU neun 4 4 npu Temneparype
400 °C, oxnaxgaloT B 9KCUKaTope, XpaHaT B konbe co wnudom He bonee mecsua.

Cwmechb rekcaH-guxnopmetaH (1:1) rotoButcs CMeLLIeHMeM paBHbIX 00LEMOB reKCaHa U AUXIIOPMETaHa B
€MKOCTM BMECTUMOCTbIO 5 IMS 13 TEMHOTO cTekna, CHaBXeHHO! NPUTEPTON NPOBKON.

CMech rekcaH-anxnopmeTaH (97:3) rotoButca cmeluennem 970 cm® rekcana u 30 cm® guxnopmeraHa B
€MKOCTU BMECTUMOCTbIO 1 AMS U3 TEMHOTO CTekna, CHaBXeHHO M NPUTEPTON NPOBKOii.

CMeCh rekcaH-anxnopmeTaH (40:60) rotoeutcs cmewwennem 400 cm3 rekcana u 600 cm3 auxnopmeTana
B EMKOCTW BMECTUMOCTbIO 1 AMS U3 TEMHOTO CTekna, CHaGXEHHON NPUTEPTOIl NPOBKOIA.

Keapuesbiii BOnokHMCTLIN Matepuan CKB npokanusaioT B MydenbHon neun npu 700 °C B TeuyeHue
30 MMH U XpaHAT B repMETUYHOI CTEKNSIHHOM Tape He Gonee mecsua.

Mpu nogroToBKke U UCNONb30BAHMU KAX0M HOBOW NAPTUKU PEaKTUBOB U MaTepuarnos UNM 3aMeHEe OQHOro
13 HUX NPOBOAAT NPOBEPKY NyTEM BbIMOMHEHUS BCEN NPOLIEAYPbI aHanM3a AN X0N0CTOro OnbITa U KOHTPOTb-
HOI aTTeCTOBAHHOW CMECH, OLEHUBAsA pe3ynbTaThl C YYETOM XapakTepuCTuUK NOrpeLuHoCcTU. [lonyckaercs uc-
nonb30BaHWe pacTBopuTenei U COpbeHToB Apyrux mapok, ob6ecneunsaioLmx NPoBeaeHUe aHanu3a c 3ajaH-
HOM NOrPELLHOCTLIO.

6.1.3 MoaroTroBka copGeHTOB

6.1.3.1 AKTUBMPOBaHME OKCMAA aniOMUHUSA

HaBecky okcuaa aniommHus maccon 200 r nOMELLAIOT B KBApLIEBbLIN CTakaH U NPOKanueatoT B Mydenb-
HOI neyn npu 700 °C B Te4eHne 8 4. AKTMBMPOBAHHYIO OKUCb aNIOMUHUA XPAHAT B rePMETUYHON CTEKNAHHOW
Tape He Bonee 3 cyT.

6.1.3.2 AKTMBMpPOBaHME cuUnmkarens

Hagecky cunukarensa maccon 200—400 r npoMbIBaIOT NOCNEA0BATENLHO ABONHLIMU 06 bEMAaMK METAHO-
na, a 3aTem akTuBUpPYIOT B MyhenbHoi neyn 8 4 npu 350 °C. AKTUBUPOBAHHbLIW CUAMKArenb XPaHAT B repMeTU-
YECKW 3aKpbITON CTEKNAHHOM Tape He 6onee AByX HeAenb.

6.1.3.3 MpuroToBneHune cunukarens, MOANMPULMPOBAHHOIO CEPHOM KUCNOTON

s npurotoBneHunss NapTum cunukarensi, MOAUMPULUMPOBaHHOTO kucnoton (Si0,/H,SO,), TwarenbHo
CMeLLMBatoT 56 1 akTUBUPOBAHHOTO SiO, 1 24¢M3 KOHLIEHTPUPOBAHHOM H,SO, (nnoTtHocTb 1,83 r/em3). Kucno-
Ty HE06X0ANMO NPUNNBATL HEGOMbLLLMMU NOPLMAMM B KONBY C aKTUBMPOBaHHLIM SiO,, BCTPAXUBAn copepxm-
Moe KkonBbl. MOTOBbIN MOAUMDULMPOBAHHBIA COPOEHT AOIMKEH NpeacTaBnAaTb coboi oaHOpoAHY0 maccy 6Ges
KOMKOB. XpaHAT NPUroTOBIEHHbI COPOEHT B Konbe, 3aKpbITON NPUTEPTON CTEKNSAHHON NPOGKOK, B aKCUKaTope
1 UCNONb3YIOT B TeveHne 1 mec. [0 ncredeHun SToro Cpoka ocTaTkm copbeHTa yTUIM3npyior.
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6.1.3.4 MpuroToBneHne cunukarens, MoagndULMPOBaHHOTO MMAPOKCUAOM HaATPUSA

Cunukarenb, MOAUMDULIMPOBAHHLIN LLEMOYbI), FOTOBAT HA OCHOBE aKTMBUPOBAHHOIO CUNMKAarens co cpo-
KOM XpaHeHus He Gonee ogHoro aHaA. Ana npurotonenus 100 r SiO, + LWenoYsb TwarenbHo CMEeLINBAIT 67 1
aktusmposaHHoro SiO, n 31 om® 1M BoaHoro pacteopa NaOH. PacTsop Luenoyn npunueaiot HeBomnbLIMMU
nopuusiMn B KONOy ¢ akTMBUpOBaHHbIM SiO, N BCTPAXMBAIOT COdEPXUMOE Konbbl. [0TOBbLIA MoaUdULMPO-
BaHHLIN COPOEHT AOIMKEH NpefcTaBnAaTb CoBO OAHOPOAHYI0 Maccy 06e3 KOMKOB. XpaHAT NPUrOTOBIIEHHbIN
CcopBeHT B KOnbe, 3aKpbITON CTEKNAHHOW NPOOKON, BHE 9KCUKATOpa, UCMONb3YIOT B TEYEHNE OAHOro Mecsaua.

6.1.3.5 MoaroToBKa KOMOHKK ANns renb-chunsrpaumn Bio-Beads SE-X3

20 r cyxoro monucTupomnbHOro rens Bio-Beads SE-X3 nomewiator B 4uCTy0 KONOy BMECTUMOCTbIO
250 cm3, 3anMBaIOT CMECHIO rekcaH-auxnopmertaH (1:1) u BbiaepuUBaloT 24 Y.

B konoHky anga renb-comnsrpauun, NpeacTaBnsiowyio Co00N CTEKNAHHYI0 TPYOKY AnuHONK 70 CM 1 au-
ameTpomMm 20 MM C BNasHHbIM B HUXHEN YaCTU MOPUCTLIM CTEKIMAHHLIM PUNsTPOM LLoTTa M TePNOHOBLIM Kpa-
HOM (pucyHok B.1, npunoxenue B.1), noMeLatoT cnoi KeapLesoro BonokHucroro marepuana CKB u ynnot-
HAIOT €ro CTEKNAHHON Nanoykou. MNpu 3aKkpbITOM KpaHe HarvBaloT B KONTIOHKY CMECU reKCaH-guxrnopmertat (1:1)
Ha 1/3 BbICOTbI paboyei YacTu KONMOHKU. [1epeHOCAT KONMMYECTBEHHO COPOEHT B KOMOHKY, UCMONb3ys CMEChb
rekcan-auxnopmetan (1:1). MponyckatoT yepes konoHky 600 cm3 cmecu rekcan-auxnopmetaH (1:1).

[oaroToBNEHHbIM NONUCTUPOSbLHBLIN MaTepuan anda renb-punsrpauun Bio-Beads SE-X3 xpaHaT B Ha-
OyxLiemM COCTOSIHUM B KOMOHKE Noj CroemM pacTBOpUTEns.

6.2 Kanu6poBka konoHku Bio-Beads SE-X3

KanubpoBka KONOHKK Ana renb-unsTpaLumn 3akniovaeTcsa B onpegenedun obbema anioenta Fl, nocne
NponycKkaHUsi KOTOPOTO HAYMHAETCS BblAENeHue Leneson dpakuyun, coaepxailen NXAQ/0P, u o6vema anio-
eHTa Fll, nponyckaHue KOToporo o6ecneunBaeT NOJIHOE BblgeNeHne LeneBomn hpakummn u3 KONOHKU.

B MMHU-BUANY BMECTUMOGTLIO 2 cM3 BHOCAT 1 cM3 cMecu rekcaH-guxnopmerta (1:1), satem gobasnsior
aBTOMAaTUYECKMM J03aTOPOM 5 MKN pacTBopa cmecu kanubpoBouHoro ctaHgapta NXAQ/0. MNepemeumsa-
10T COAepXXMMOE BManbl HA ynsTpa3BykoBowu 6aHe 30 C U KONUUYECTBEHHO NEPEHOCAT B KONOHKY ANS refb-
hunsTpaumm.

SroupYIOT KOMOHKY rnocne BHeceHust B Hee pacreopa MXAL/OP cmecbio rekcaH-guxnopmetad (1:1)
o6bemoM 110 cM3, nponyckasi pacTBOPUTENb CO CKOPOCTbIO 1 MI/MUH.

OT6upatoT B MepHble LIMNMUHAPLI Ppakumu B cneayioLmx obbeMax:

FI — 0 — 40 (40 cmd);

FIl — 40 —50 (10 cm3);

FIll —50 —60 (10 cmd);

FIV —60 — 100 (40 cm3);

FV — 100 — 110 (10 cm3).

KOHLIEHTPUPYIOT Ka>KayIo (hpakLMIO Ha POTOPHOM ucnapuTtene Ao obbema okono 0,5—1,0 cm3 n nepeHo-
CAT KONWYECTBEHHO B MUHM-BUAMy, BbINAPUBAIOT NOTOKOM a3zora A0 100—200 mkn, 06aBNSAOT BHYTPEHHUIA
cTaHaapt u onpeaensior coaepxanue NMXOL/AP B kaxaon dpakumm, Kak ONMCaHO HUXKE.

Pesynbrat kanubOpoBku CUMTAETCA yAOBNETBOPUTENbLHBLIM, €CNM CymmapHoe coaepxanne MXAQ/0P
B0 dppakuuax Fl, Flll, FIV, FV He npeBblwaeT 5 % BHECEHHOro KONMMYEeCTBa U COCTaBMnseT He MeHee 95 %
NXAQ/0o so dpakuum Fll. B npotnBHOM criyyae TpebyeTcsi NOBTOPHBINA OMbIT U KOPPEKTUPOBKA 06LEMOB OT-
GpacbiBaemoit u cobupaemoii copakumi.

6.3 MoarotoBka rpagyvpoBOYHbIX pactBopoB MXAM/AP u pacTBOPOB M30TONHO-MEYEHbIX
CyppOraTHbIX U BHYyTPEHHUX CTaHOApPTOB

MpaaynpoBOYHbIE PACTBOPLI CMECU MHAMBUAYANBHBIX M U30TONHO-MeYeHbIX MXA/AP ucnonb3yior ans
NPOBEPKN BPEMEH YAEPXXUBAHUSI KOHTEHEPOB, NUHENHOTO Auana3oHa AETEKTUPOBaHUA U pacdeta daktopa
OTKIUKA aHANU3MPYEMbIX KOHFEHEPOB.

B ka4ecTBe 6a30B0ro pacrsopa cMecu uHausuayanbsHbix KoHreHepos MXAQ/0P ucnonb3ylotT cMecb UH-
auvenayanbHbix NMXAO/O0P B HOHaHe EDF-7999-10x.

B kavecrtBe 6a30BOro pacreopa CypporaTtHOro CraHaapra UCMOnb3yT CMEeCb M30TOMHO-MEYEHbIX MO
yrnepogy '3C,, konrenepos MXAN/Od B Honane EDF-4053.

B kavecrBe 6a3oBoro pacrsopa BHyTpeHHero cravgapra MXAL/0% ncnonb3ytotr CMecb U30TONHO-Mee-
HbIX no yrnepoay '3C,, koHrenepos MXAL/AP B HoHaHe EDF-4055.
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6.3.1 MpuroroBneHue rpagynpoBOYHbIX PACTBOPOB

6.3.1.1 MNpuroTtosneHue pacteopa C1

Wcnonb3ya perynupyemble aBTomatudeckme gosatopbl Ha o6bembl 100—1000 mkn u 10—100 mkn,
nocneaoBaTtenibHO BHOCAT B BUany BMECTUMOCTbIO 2 cM3 950 mkn H-gekaHa, 10 mkn 6a30BOro pacreopa
EDF-7999-FOx n 40 mkn pactBopa EDF-4053.

6.3.1.2 Npurotoenexune pacteopa C2

Mcnonb3ys perynupyemble aBToMatmveckue ao3atopbl Ha o6bembl 100—1000 mkn u 10—100 mkn,
nocrnefoBaTenbHO BHOCAT B BMany BMECTUMOCTLIO 4 cm® 1870 MKn H-aekaHa, 50 Mkn 6a30BOro pactsopa
EDF-7999-tOx n 80 mkn pacteopa EDF-4053.

6.3.1.3 MpuroTtoeneHune pactesopa C3

Mcnonb3ys perynupyemble aBToMatuveckue aosatopbl Ha o6bembl 100—1000 mkn u 10—100 mkn,
nocnegoBarentHO BHOCAT B BMany BMECTUMOCTLIO 2 cM® 910 mkn H-gekaHa, 50 mkn 6asoBoro pactsopa
EDF-7999-FOx n 40 mkn pactsopa EDF-4053.

6.3.1.4 MNpurotoenexune pacteopa C4

Mcnonb3ya perynupyemble aBTomatudeckue aosaTtopbl Ha o06bembl 100—1000 mkn u 10—100 mkn,
nocreaoBaTensHO BHOCAT B BUANy BMECTUMOCTLIO 2 cM® 860 Mkn H-AekaHa, 100 mkn 6a30BOro pactsopa
EDF-7999-tOx n 40 mkn pacteopa EDF-4053.

6.3.1.5 NMpuroTtoBneHune pactesopa C5

Mcnonb3ys perynupyemble aBToMatuveckue aosatopbl Ha o6bembl 100—1000 mkn u 10—100 mkn,
nocnegoBaTensHO BHOCAT B BMany BMECTUMOCTLIO 4 cm® 760 MKn H-gekaHa, 200 Mkn 6a30BOro pactsopa
EDF-7999-FOx n 40 mkn pacteopa EDF-4053.

KOHLIeHT paLmu rpafyupoBOUHbIX pacTBOpoB (Hr/cM3) npuBeaeHs! B Tabnuue 6.

MpuroToBNeHHbIE rPagyMpPOBOYHbLIE PACTBOPLI MOXXHO XPaHUTbL B rEPMETUYECKM 3aKPbITbIX BUanax npu
Temnepartype He Bbile MuHyc 10 °C 6e3 focTyna COMHEYHOro cBeTa He Bonee 6 Mec, B CTEKNSAHHbIX 3anasiH-
HbIX amnynax He Bonee AByX neT.

Ta6nuuya 6 — KoHueHTpaLum rpagyMpoBOYHLIX PacTBOPOB B HaHorpammax/cm3

KoHrernep NMXO4/00 c1 c2 Cc3 C4 C5
2,3,7,8-TX00 4 10 20 40 80
1,2,3,7,8-NexA 20 50 100 200 400
1,2,3,4,7,8-Tkx00 20 50 100 200 400
1,2,3,6,7,8-TkX00 20 50 100 200 400
1,2,3,7,8,9-TkX00 20 50 100 200 400
1,2,3,4,6,7,8-MnX00 20 50 100 200 400
oxan 40 100 200 400 800
2,3,7,8-TX® 20 50 100 200 400
1,2,3,7,8-MeX0d 20 50 100 200 400
2,3,4,7,8-MeX0 20 50 100 200 400
1,2,3,4,7,8-TkX0d 20 50 100 200 400
1,2,3,6,7,8-TkX0d 20 50 100 200 400
2,3,4,6,7,8-TkX0P 20 50 100 200 400
1,2,3,6,7,8-TkX0d 20 50 100 200 400
2,3,4,6,7,8-TkXOD 20 50 100 200 400
1,2,3,7,8,9-TkXa® 20 50 100 200 400
1,2,3,4,6,7,8-MXd 20 50 100 200 400
Ooxa® 40 100 200 400 800
2,3,7,8-TXA0 (13C4, 99 %) 40 40 40 40 40
1,2,3,7,8-NMeX0A (13C,, 99 %) 40 40 40 40 40
1,2,3,6,7,8-1xXA1 (13C4, 99 %) 40 40 40 40 40
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OkoHYaHue mabnuupi 6

KoHreHep NMXO4/00 c1 c2 C3 Cc4 Cc5
1,2,3,4,6,7,8-TnXA0 (13C4, 99 %) 40 40 40 40 40
oxad (13c,, 99 %) 80 80 80 80 80
2,3,7,8-TXA® (13C,, 99 %) 40 40 40 40 40
1,2,3,7,8-TeXOd (13C,, 99 %) 40 40 40 40 40
1,2,3,6,7,8-TxX 00 (13C,, 99 %) 40 40 40 40 40
1,2,3,4,6,7,8-TnXA® (13C,, 99 %) 40 40 40 40 40

6.3.2 NMpuroTtoBneHue paboyero pacTBopa M30TONHO-MEYEHOro CYpporaTHoOro craHgapra

[ns npuroToBnexns paboyero pactsopa S/S-1 B MepHyI0 Konby BMECTUMOCTbIo 50 cm3 BHOCAT aBTOMa-
TUYeCKUM perynupyembim gosatopom 1000 mkn 6asoBoro pacreBopa EDF-4053 u goeoast o6bem pacteopa
[0 METKM H-AekaHoM. OB03Ha4aloT NONyYeHHbI pabounii pactBop kak S/S-1. KOHUEHTpauun cypporaTHbIX
cTanaapToB B paBouem pacTeope (Hr/cM3) npueeaeHbl B Tabnuue 7.

Ta6nuua 7 — KoHueHTpaLun cypporaTHbIX CTaHaapTos B pabodeM pacTBope B HaHorpaMMax/cm3

KoHreHep MXO4/00 S/Snxpyne GasoBbIi S/8-1
1,2,3,7,8-Mexan ('3C,, 99 %) 1000 20
1,2,3,6,7,8-MxXA0 (13C45 99 %) 1000 20
1,2,3,4,6,7,8-Tnxa (13C4, 99 %) 1000 20
OXaAa (134, 99 %) 2000 40
2,3,7,8-TXA® (13C,, 99 %) 1000 20
1,2,3,7,8-MeX0d (13C,, 99 %) 1000 20
1,2,3,6,7,8-TxX0P (13C,, 99 %) 1000 20
1,2,3,4,6,7,8-Tnx0® (13C,, 99 %) 1000 20

[MpuroToBNEHHbIN pacTBOP NEpeMeLUMBaloT Ha ynbTpa3BykoBow 6aHe 10 MuH, pacdacoBbIBAKOT B CTEK-
nAHHBIE aMnynbl 1o 1 cm3. AMNyNbI 3aNauBatoT U XPaHAT 10 UCNOMNbL30BaHNA 6e3 J40CTYNa CONHEYHOro CBeTa
He B6onee AByX neT.

6.3.3 MpuroroBneHne padboyero pacTBopa U30TOMHO-MEYEHOTO BHYTPEHHero craHgapra

[insi npuroToBnerns paboyero pactTeopa BHYTPEHHETO CTaHAapTa B MEPHYIO Konby BMECTUMOCTLIO 10 cm3
BHOCSIT aBTOMaTU4E€CKUM perynupyemMbim gosatopom 1000 mkn 6asoeoro pacreopa EDF-4055 u goBoast o0b-
€M pacTBopa 40 METKMU H-AekaHoM. OBO03Ha4aloT NONyYeHHbIM pabounii pacTBOP BHYTPEHHETO CTaHaapTa Kak
RIS-1. KOHLIEHTpaLmMu1 BHYTPEHHUX CTaHAapToB B pabodem pacTsope (Hr/cM3) npueeaeHs! B Tabnuue 8.

Tab6nuua 8— KoHueHTpaLuMu BHYTPEHHUX CTaHAapToB B paboyeM pacTBOpe B HaHOrpammax/cm>

KoHreHep MXQQ/0% R/SHXﬂﬂ/ﬂcD 6a3oBbIf R/S-1
1,2,3,4-TX00 (13C4, 99 %) 500 50
2,3,7,8,9-7xX00 (13C,, 99 %) 500 50

[puUroToBNEHHLIN PacTBOP NEpeMeLUMBAalOT Ha ynbTpa3BykoBow 6aHe 10 MuH, pacdacoBbIBaIOT B CTEK-
NSAHHBIE aMnynbl N0 1 cM3. AMMYNbI 3aNanBalOT U XPaHAT 40 UCMONb30BaHNUA 63 40CTyna CONHEYHOro CBeTa
He 6onee AByX neT.

6.4 MogroTtoBka Npoo AnAa aHanusa

O6Gpa3sLbl pblbbl 1 MOPENPOAYKTOB XPAHAT 3aMOPOXEHHbIMU Npu TeMmnepatype muHyc 20 °C He Gonee
ABYX MECSLIEB.
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[ns aHanusa oToupaloT U3 Kaxaon napTum pbibbl HE MeHee Tpex TyLuek obuei maccoin 0,5—1,0 kr, npu
HeoBX0AMMOCTHU pasMopaXkuBatoT 0OpasLbl NpU KOMHATHOWM Temneparype.

MpuMevaHune — Ecnm sk3eMnnspsl pbiGel UIMetoT Maccy CBbiLle 1 Kr, JOMyCcKaeTes UCNonbL3oBaTh 4NA aHanusa
CepenVHHYIO YacTb TYLLKN OT TPEX 3K3eMMApoB puibbl oBLeit Maccoit 1 kr.

OTAEensIoT rofosy W BHYTPEHHOCTU PbiObl M FOMOrEHU3UPYIOT TYLLKY Ha LUHEKOBOI MsAcopybOke ¢ gnamer-
pOM OTBEPCTUI M3MenbYUTENs He Gonee 3 MM. Mony4YeHHbIN hapLu NponyckatT Yepes MACOPYBKY NOBTOPHO.
Ot6upatot ansa aHanusa obpasey apiua maccon 50 r, octaTtok 3amopaxuatoT npu MUHYC 20 °C 1 XpaHAT B
CTEKIIAHHOW Tape A0 3aBepLUEHUs aHanmaa.

MeyeHb pbIBbI Pa3MOPAXKUBALIOT, FOMOTEHU3NPYIOT 0BpaseL, maccoi He meHee 100 r Ha LUHEKOBOW MSCO-
py6ke. Ecnu pbiba He pasaenaHa, pasMopax#BatoT TYLUKW W M3BMEKAIOT MEYEHb HE MEHEE YEM OT TPEX IK3EM-
nnspo., Tak YTobbl Macca obpasua Obina He meHee 100 1.

HeouunweHHble Wynanbua KanbMapa pasMopaxusaioT, oToupatot npoby maccon 0,5—1 kr, roMmoreHu3m-
PYIOT Ha LUHEKOBOW MACOPYOKe C AMamMeTpoM OTBEpPCTU uamensumTens He 6onee 3 mm. MonyyeHHbI dapLy
nponyckaioT Yepes macopybky nosTopHO. OTOUpaloT AnA aHanu3sa obpasey apiua maccoii 50 r, ocraTtok 3a-
MOpaxxusatoT npu MUHYC 20 °C U XpaHAT A0 3aBepLUeHNss aHanu3a.

Y Mmenkux pakoobpasHbix (KPEBETOK) OTAENAIOT FOSfIOBY U KMLLEYHbIA KaHamn, roMOreHM3upyioT He O4vu-
LLeHHbIe OT NaHUupsa TYLLKK Tak, 4ToObl Macca npobbl cocTaensna He medblue 100 .

Mpo6bl pbIGLETO XX1pa UCNONL3YIOT 6e3 NOArOTOBKU.

7 NpoBeaeHne UcnNbITaHNA
7.1 dkcTpakuua NXO0/0P

MaBnedvenne MXAL/0P us obpasua npoBOAUTCA METOAOM KONOHOYHOW 3KCTpakumu. HaBecky romoreHu-
3MpoBaHHoro o6pasLa B3BELUMBAIOT B CTAakaHe BMECTMMOCTLIO 250 cm® ¢ TouocTeio Ao 0,01 1, gobasnsior
K Hemy 120—150 r GessogHoro Na,SO, 1 TLaTernLHO NepeMeLInBaloT CTEKNAHHON nanoykoi. OGpasew ¢
no6GasneHHbIM Na,SO,4 BblAe pXMBAIOT B TeHeHUe 1 4, Nepuoauieckn nepemMeLmBas, npu HeoGxoaMmocTyn Ao-
Basnas HekoTopoe konuvecTso Na,SO, Mepertupaior oGpasel NECTMKOM B CTEKINSIHHOM CTyNKe. MONHOCTLI0
BbICYLLUEHHbI 06pa3el npeacTaBnsieT coBoM nerko NnepechinatoLyocs Maccy.

Ana aHanusa pbiObl U TKAHEN C HU3KMM COoAEepPXKaHMeM NMNUAOB UCMONbL3YIOT HaBecky 15—20 r, npu aHa-
nn3e neyYeHu, roHaj, MblLlL C BbICOKUM cofiepXaHue nunuaos — 6—38 1.

SkcTpakumio 06pasua NPOBOAST B CTEKMNSAHHOW KONOHKE C BHYTPEHHUM anaMeTpom 30 MM U BbICOTOM
pa6oueint yactu 30 ¢M, UMeloLLIEN B CBOEIN HUXHEW YaCcTU BNAasiHHbIA CTEKNAHHLIN hunbTp WoTtTa u cHuma-
owmnca TepnoHoBbIN KpaH. Ha cTeknsiHHbI hunbTp NnoMeLatoT cnon keapueson Batel CKB U ynnoTHAIOT
ee CTeknAHHOW nanodkoi. Momewaior 1/3 maccbl o6pasua B KONMOHKY; B cneayiouyio 1/3 maccel cHauana
BHOCAT 50 MKN M30TONHO-MEYEHOro pacTBopa CypporaTtHoro craHgapra S/S-1, nepemeLumBaloT CTEKNSHHOW
Nanoykoii, a 3aTeM NOMELLAIOT B KOMOHKY; NOCNE 3TOr0 B KOMOHKY NEePEHOCAT 0CTaToK NpoObbl M YNNOTHAIOT
COAEPKNMOE KONOHKN NOCTYKUBAHUEM.

Skcrparupytot NXAN/[®, nponyckasi uepes KONOHKY ¢ npo6oit 300 cM3 cMecw rekcaH-AuxnopmeTaH
(1:1) co ckopoCTbio 3—4 Mn/MUH. BbiTekaloLmi U3 KONOHKN 9KCTPAKT-9Mt0aT cOBMPAIOT B KPYTMOAOHHYIO KO-
6y BMECTUMOCTbIO 500 cm3.

SKCTPaKT-9M10aT KOHLEHTPUPYIOT Ha POTOPHOM UcnapuTene npu temneparype 50 °C no o6bema okono
50 cm3. BsgeLumealoT rpyLuesuaHyto konby 100 cm3 1 KONMYECTBEHHO NEPEHOCST B HEE CKOHLIEHTPUPOBAHHBII
AKCTPaKT, 0OMbIBasA CTEHKU KONObl CMECbIO rekCaH-guxnopmetan (1:1). SKCTPaKT KOHLUEHTPUPYIOT Ha pOTOp-
HOM ucnaputene Ao ob6bema okono 1 cm3, 706asnsAOT okono 1 cM3 AUXMOPMETAHA M OUMLLIAIOT METOAOM
KOMOHOYHOI Xpomarorpacum.

Mpo6y pbiBbero xumpa maccon 1 r pacTBopsatoT B 20 cM3 cMecu rekcaH-guxnopmeTan (1:1) u oumwator
METOAOM KONOHOYHOW Xpomarorpacum.

7.2 OunCTKa IKCTPAKTa METOAOM KOSIOHOYHOMN XpomaTtorpadpum

7.2.1 OTaeneHne NUNUAOB U BbICOKOMOSEKYNAPHbIX COeAUHEHUA METOAOM renb-(Punsrpauum

N3 noarotoBneHHOn KONoHku Bio-Beads SE-X3 cnusaiot yepes TednoHOBbIM KpaH pacTBOPUTENDb W,
He 0MyCKas BbIChIXaHWA BEPXHEro Cros, MPOMbIBAIOT KOMOHKY, NPonyckas nocneaosaTtensHo 35 cm3 cmecu
MeTaHON-AUXNopMeETaH (1:4) n 65 cM3 cMecy rekcan-auxnopMertad (1:1). CMech Takoro e CocTaBa, rekcaH-
aunxnopmetaH (1:1), MCNONb3YIOT B Ka4eCTBe INI0EHTA.

1"
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Mocrne OKOHYaHNA NPOMLIBKKM COPOEHTA NOA KOMOHKY CTABAT MEPHbI LUMAMHAP BMECTUMOCTbIO 50 cm3
1 BHOCAT B KONOHKY CKOHLIEHTPUPOBaHHbIN 3KCTPAaKT. CTEHKMU KONObl U3-no4 3KCTpakTa 0OMbIBalOT HE MEHEE
NATU pa3 SN0EHTOM U CMbIBKWU TaKXXe BHOCAT B KOINOHKY.

[MponyckatoT antoaT co CKOPOCTLIO 1 MIA/MUH, PErYNMPYSA CKOPOCTb TEPNOHOBLIM KpaHoM. Mocne nponyc-
kaHust 50 cm® anoata (ppakumsa Fl) 3amMeHsIoT UMnNMHAP 1 OTOMPAIoT Lienesyto dpakuuio Fll. Korna o6bem
LIeneBoit pakumn A0CTUrHET 50 cM3, umnuHap ¢ cobpaHHoit copakumeii Fll nsenekatoT n3-noa KOMOHKM.

MepeHocAT dpakuuio Fll B rpylueBuaHyo KONdy M KOHUEHTPUPYIOT HAa POTOPHOM ucnaputene Ao o6b-
ema ~1 cM® 1 ganee OYMLLAIOT HA KOMOHKE C aKTUBMPOBAHHbBIM U MOAUULIMPOBAHHBIM CUIMKArenem.

7.2.2 O4YnCTKa Ha KONIOHKEe C CUnukKaresnem

MomeLLatoT B CTEKNAHHYIO KONOHKY C BHYTPEHHUM AUaMETPOM 8 MM 1 AnuHoI pabodeii yactu 200 MM, ¢
pe3epByapoM 4Ns dnioata B BEPXHE 4acTu Cnovi KBapLEeBOW BaTbl 3aMONHAIOT B CreayIoLWeM nopsiake:

- 1om3 SiO,akT;

- 1cm® SiO,/NaOH;

- 1 om3 SiO,akT;

-3 om3 SiO,/H,S0,;

- 1om3 SiO,akT;

- cnoit 6essoaHoro Na,SO,4 Ha 1,0—1,5 CM M0 BbICOTE KOMOHKM.

Kaxkablii BHOCUMBIW CROWM YNAOTHAKOT NOCTYKUBAHUEM,

Onst cMauMBaHnsa copBeHTOB Yepes KOMOoHKy nponyckaroT 10 cm® rekcaHa. oA KOMOHKY NOACTaBNSAOT
YMCTYIO FPYLLEBUHYIO KONBY BMECTMMOCTbIO 50 cM3 anga cBopa antoara. 3aTeM BHOCAT CKOHLIEHTPUPOBAHHYIO
cpakumio Fll, cobpaHnHyio ¢ konoHku Bio-Beads SE-X3. 3nioupytot aHanuTel 50 cm3 rekcana. CTeHku konbbl
06MbIBAIOT reKCaHOM He MEHee MATU Pa3, CMbIBKM BHOCAT B KOJIOHKY MOCNEA0BAaTENbHO. ON0aT KOHUEHTPUpY-
IOT Ha POTOPHOM UcnapuTene A0 o6bema okono 1 cm3.

7.2.3 O4yncTKa Ha aKTUBMPOBAHHOM OKCUAe antoMUHUA

Mcnonb3yloT KOMOHKY G BHYTPEHHUM AMaMeTpom 6 MM u anuHoui paboyen yactu 150 MM, ¢ pesepsy-
apoM Ans SNni0eHTa B BEPXHEW 4acTu. Ha cnow kBapueBoy BaTtbl BHOCAT 5 1 copbenTta. Mponyckaior yepes
konoHKy 5 cm3 rekcana. Mocrne NPOXOoXAEeHWs rekcaHa B KOMOHKY BHOCST CKOHLIEHTPUPOBAHHBIN 3Mi0aT, Co-
BpaHHbIit NOCNe KOMOHKM ¢ cunmukareneM. MponyckaloT yepes KONoHKy 50 cM3 CMECH rekcaH-anXnopMeTaH
(97:3), 0BMbIBAIOT CTEHKM KONObI 3MMI0aTOM HE MEHEE NATW pa3, CMbIBbl BHOCAT B KOJIOHKY NOCNEA0BATENbHO.
OToBpaHHyI0 paKkLMIO YTURM3NPYIOT. [lanee nponyckaioT yepes KonoHKy 50 cm3 cMecu rekcaH-auxnopmeraH
(40:60) (06.), oTOUpPan B YCTYIO IpyLLUEBUAHYIO KONOY LeneByto dpakumnio @2, coaepxawyto NXAL/OP. dpak-
LMo @2 KOHLIEHTPUPYIOT HA POTOPHOM UCNapUTENe Noj BaKyyMOM A0 06bema okono 0,5 cm3.

7.2.4 KoHueHTpUpOBaHMe ANA UHCTPYMEHTasIbHOro aHanusa

CKOHLEHTPUPOBaHHYI0 dbpakuuio @2 Nocne KONMOHKKU C aKTUBUPOBAHHBLIM OKCMAOM antoMUHUA KONNYec-
TBEHHO NEPEHOCAT C NOMOLLBIO rekcaHa Bo ¢hnakoH mini-Vial ¢ OTTAHYTLIM AOHLILWKOM. M30bITOK rekcaHa 0CTo-
POXHO yaansioT NoTokoM asora. Korga o6vem pactBoputens Bo ¢hnakoHe AOCTUrHET npumepHo 100 mkn,
aBTOMAaTUYECKMM 03aTOpoM AobaBnsaloT 20 MKN pacTBOpa BHYTPEHHEro ctaHaapTa B AekaHe RIS-1 v npo-
AOIKaloT oTAYB A0 06bema 4o6aBneHHOro AekaHa. FepMeTusnpyioT pnakoH TecbnoHMPOBAHHOW NPOKIAAKON
1 KPbILLKOW U nepeaatot Ans UHCTPYMEHTamNbLHOro aHanu3a.

7.3 BbinonHeHUe U3MEpPeHun

7.3.1 XpoMaTo-Macc-CNeKTpoMeTpusi HU3KOTO pPaspelleHUs B PeXUMe XUMNYECKONM MOHU3ALMM
npoobl ¢ AeTEKTUPOBaHUEM OTPULIATENIbHO 3apshkeHHbIX MOHOB (XU ON)

JaHHbin MeToa aHanu3a obnagaer BceMu NpeMmyLwecTsamm Macc-CneKTPOMETPUMN U XapaKTepU3yeTCs Bbl-
COKOM cneumunyHOCTbIO MoHM3auun aHanutoB NMXA4/0P, 3a cHeT Yero CHMXKaeTCA MeLuaioLlee BrnusHue nocro-
POHHMX BELLECTB, NPMCYTCTBYIOLLMX B NpO6E, U NOBLILLAETCS HAAEKHOCTb MASHTU(UKALIMM U YYBCTBUTENBLHOCTb
aHanu3a. Metoa no3BONsET UCNOSb30BaTh CPAaBHUTENBHO HEAOPOrYI0 annapaTypy HU3KOTO paspeLLIeHus.

7.3.1.1 NoaroToBKa XpomMaTo-Macc-CnekTpomeTpa

XpomaTo-mMacc-CnekTPOMETP FOTOBSAT ANIsl aHanU3a B peXnMe XMMUYECKOI MoHU3aLmmn npobbl ¢ AeTeKTH-
pOBaHMEM OTPULIATENbLHO 3apshKEHHbIX MOHOB (XM OW) B COOTBETCTBUM C MHCTPYKLUMEW MO SKCnnyaTtauuu.
B kauecTBe rasa-peareHta UCNonb3yloT CMeCb aproH-MeTaH. MpoBepsaIoT HACTPOIAKY M COOTBETCTBUE nacnop-
THOM YyBCTBUTENbLHOCTU Npubopa. YcTaHaBnNMBAIOT NporpamMmmy aHanusa ans xpomarorpadu4eckoro pasae-
nexusa kourenepos MXAL/OP ¢ ucnonb3oBaHMeM ManononApHoNn KonoHku Tuna DB-5MS. MpumepHbi BUA
nporpaMMbl NPUBEAEH HWDKE:

a)xpomarorpaduyeckas nporpamma:

PEXKUM MHXKEKTOPA ....coeuuuieeernreeeenieeeeereeeeeeeeeeeaeeeeeneeeesssseaases splitless;

3aAepXKa NPOAYBKU MHXKEKTOPA.......ceeeaaeieeaaeeieaaeeeaaneeeeeneeees 1 MuH;

12
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Bpems cbpoca pacTBopuTens ....
TUN KOMOHKM ....oeeniieeeiecaeeee
OIMHA KOTTOHKM <. o.eeiiiiiiieeiiie ettt et ee e e ee e e e eeeenmeeee s e eeeneee
AUAMETD KOTMOHKM ....ooiieiieeiieeieeteenneeeaneee e e eesee e e e e s e e eeeenees
TOSNLUMHA NMITEHKMU BA3bI -.oeeeeeeeeiieeeenciieee e e e e e e
MporpaMmMmupoBaHue TemnepaTypbl:

HavanbHas TEMNEPATYPA KOMOHKM .........cccceceeeneaneaeeeeneeeene
HAYaNbHOE BPEMS 3AAEPMKM ..c.eveneeenneieeeeeeeeeee e eaieeeeeeeeeee
CKOPOCTb HArPEBA KOTOHKM .....ccuueeumeaiineeereeeeeneeeenneeeeeeesieenns
TEMMNEPaTypa MHXKEKTOPA ........cceevveerneenns
CKOPOCTb MOTOKA renusi Yepes KONOHKY
6) pexmM Macc-cnekTpomeTpa
TEMNEPATYPA UHTEPMEMCA. ....coeeeeeeeeeeee e e ee e

TeMnepaTypa MOHHOTO UCTOUHMKA.......coecueeeremieeaeeieeaeaereeneeeas

CENEKTUBHOE CKAHUPOBAHME .......eeeieeeieaeieeeeee e e e e e Maccbl UOHOB (CM. Tabnuuy 9);
FA3-PEATEHT ....uuvviiieieeeeiirieeesereiaenseeeeesaaannmreeeesaaeneneeeeasssemenees aproH-meTaH, 10 % 06. meTaHa;

DABMNEHNE FA3A-PEATCHTA ......coveieeemceeeeeeaaaeeeeeeeeaeneeeeeeenenns 2,2—2.,5 MM pT. CT;

NHXXEKTUPYEMBIN OBBEM .....covviiereinceeeeee e e e e e 1MKn.

Macc-cnekTpoMeTpu4eckui aHanu3 NpoBOASAT B PEXUME CEMEeKTUBHOIO CKaHMPOBAHUA XapakTepuc-

TUYECKUX MOHOB aHanUToB. Mpu xumu4yeckomn noHusauum NMNXAN/0P makCMManbHYI0O MHTEHCUBHOCTb B CNEKTPe
NoKa3bIBalOT MOHbI MONEKYNSIPHOTO KracTepa u oHbl, 00pa3oBaHHbIE BLIGPOCOM aToMa xJiopa U3 MOneKynsp-
HOro MOHAa. 3Ha4YEHUs MACC XapaKkTepPUCTUYECKMX MOHOB, UCNONb3yEMbIX B aHanu3ae, npueeaeHsl B Tabnuue 9.

Ta6bnuya 9
pranarprenas i onrrepos
a.eMm. WUOHOB
| M- (M+2),(M+ 4) 320; 322; 324 0,8:1:0,5
['3C,,1-2,3,7,8-TXA0 (M+2),(M+ 4y 334; 336 1:0,5
['3C,,1-1,2,3,4-TX00 (M +2),(M + 4y 334; 336 1:.0,5
MexAn (M +2) (M + 4) 354; 356; 358 0,7:1:0,5
[13C,,1-1,2,3,7,8-MeXa0 “(M+ 2y 366; 368 0,7:1
[p%odahl (M—C/) (M-CI + 2y 353; 355; 357 0,6:1:0,6
(M-CI + 4Y
['3C,,1-1,2,3,6,7,8-TxX0 (M-CI + 2)(M-C/ + 4y 367; 369 1:0,6
[13C,,1-1,2,3,7,8,9-Txx0 (M-Cl + 2) (M-CI + 4y 367; 369 1:0,6
rnxan (M=CIy,(M-CI + 2y (M-CI + 4) | 387; 389; 391 0,3:1:0,7
['3C,,11,2,3,4,6,7,8-Tnx0 (M-CI + 2)(M-CI + 4y 401; 403 1:.0,7
oxan (M=CI + 2)(M-Cl + 4y 423; 425; 427 0,4:1:0,3
(M-CI + 8
[13C,,1-oxaa (M-CI + 2),(M-CI + 4y 435; 437 0,4:1
TXOD M-~ (M+2),(M+ 4y 304; 306; 308 0,7:1:0,5
[13C,,1-2,3,7,8-TX0® (M +2),(M+ 4y 316; 318 0,7:1
MXxad M- (M+ 2y (M + 4y 338; 340; 342 0,6:1:0,7
[13C,,1-1,2,3,7,8-TeXAd (M +2),(M+ 4y 352; 354 1:0,7
xOd M-~ (M+2),(M+ 4y 372; 374, 376 0,51:0,8
[13C,,1-1,2,3,6,7,8-TxX 0P (M +2),(M+ 4y 386; 388 1:0,8
rnXOd M= (M+ 2),(M+ 4y 4086; 408; 410 0,4:1:0,9
['3C,,11,2,3,4,6,7,8-TnX0d (M+2),(M+ 4y 420; 422 1:0,9
oxae M= (M+ 2),(M+ 4y 442; 444; 446 0,9:1:0,7
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Ans NOBLILEHNS YYBCTBUTENBHOCTM aHanNuU3a PeXmuM MacC-CNeKTPanbHOW CbeMKM pa3buBaloT Ha NATb
CETMEHTOB, B TEYEHUE KOTOPbIX NPUGOP hUKCMPYET Te UNK UHBIE TPYNNLI MOHOB. MpUMepHas ANUTENbHOCTb
CETMEHTOB W AETEKTUPYEMbIE UOHBI NPUBEAEHLI B Tabnuue 10.

Tabnuya 10
CermeHT Bperp;s::F:oz?;l':x’:a"'m HeTekTUpyeMble Macchl, m/e, a.e.m.
1 9,0 304, 306, 308, 316, 318, 320, 322, 324, 334, 336
2 15,56 338, 340, 342, 352, 354, 356, 358, 366, 368
3 19,0 353, 355, 357, 367, 369, 372, 374, 376, 386, 388
4 23,0 387, 389, 391, 401, 403, 406, 408, 410, 420, 422
5 28,0 423, 425, 427, 435, 437, 442, 444, 446

AnuTenbHOCTb CErMEHTOB KOPPEKTUPYIOT NPU aHanu3e kanubpoBOYHOI CMecH.

7.3.1.2 NpoBeaeHue rpagynpoBKu

pagynpoBka 3aknioyaeTcsl B onpeaeneHun BpeMeH yaepXuBaHua u (pakTopoB OTKIMKA aHanuaupye-
MbIx kKoHreHepo MXAQ/O®. pagyupoBKa BLINOMHAETCA NyTEM aHaNU3a KanMbpoBoYHbIX cmecein C1 — C5.

[ns oueHkn oHa (YUCTOTbLI AHANUTUYECKOW CUCTEMBI) Nepea Havanom paboTbl MHXKEKTUPYIOT B Npubop
1 MKIT4YMCTOro pacTBOPUTENS M 3aNKUCLIBAIOT Macc-xpomartorpammy. Hanuuue B hoHe npubopa MOHOB, MeLlato-
LLMX aHanNWU3y, NPOBEPAETCHA NYTEM NOCTPOEHUA PEKOHCTPYMPOBAHHBIX XPOMAaTOrpamMmm no BCEM XapaKkTepucTu-
YeCKMM MOHaM, NpUBEAEHHbIM B Tabnuue 9. Mpu HopManbHO paboTaiowem npubope Ha PEKOHCTPYMPOBAHHBIX
XpoMarorpaMMax He JOfPKHO NPUCYTCTBOBATb MUKOB.

Kaxkablii NpUroToBnEHHbIN rpagynpoBOYHbIN pacteop C1 — C5 aHanu3upyloT B YCNOBUSAX, NPUBEAEH-
HbIX B 7.3.1.1. 3anuceiBalOT Macc-xpomaTorpaMmmy Kaxaoro pacteopa U C nomoLLbio nporpammel 06paGoTku
Ha PEKOHCTPYUPOBaHHLIX Macc-xpomaTtorpammax, no CUrHanam xapakrepucTuieckux MOHOB U COOTBETCTBY-
IOLLIMX CypporaTHbIX CTaHAapTOB ONpeaensioT BpeMeHa yaepXMBaHus U Nnowaamn nukos, COOTBETCTBYIOLLME
KaxaoMy aHanu3upyemMomy KOHreHepy.

[ns kaxgoro rpagyupoBOYHONO PacTBOpa ONpeaensoT OTHOCUTENbHBIN chakTop oTknuka (RRF),, kaxao-
ro uHamBuAayansHoro koHreHepa MXA44/0%d oTHOCUTENBHO COOTBETCTBYIOLLETO W30TOMHO-MEYEHOI0 KOHreHepa
CyppOoraTHoOro ctaHgapra, KOTOpbIii paccHuUThIBaOT No hopmyne

(RRF)p, = (SpdMio/(Sis) My M
rae S, — nnowaab nuka koHreHepa MXAL/0P B kannbpoBoYHOM pacTBOpE;
m;; — Macca COOTBETCTBYIOLLEr0 M30TONHO-MEYEHOrO KOHreHepa CypporaTHoro craHaapra B kanuépo-
BOYHOM pacTBOPE, Hr;
S, — nnouw@aab NuKa COOTBETCTBYIOLLErO M30TOMHO-MEYEHOr0 KOHreHepa CypporaTHoro craHaapra B

KanMbpoBOYHOM PaCTBOPE;
s — Macca koHreHnepa MNXAL/0P B kanubposo4HOM pacTBope, Hr.
Mpn HanuuuM NUHENHOCTU AETEeKTUPOBAHUS BapuaLusl 3HAYEHUS OTHOCUTENbHOro dhakropa OTKNMKa
(RRF) He pomkHa npesbiwaTs + 20 % ana Bcex KanmbpoBOYHbIX PACTBOPOB.

MpoBoAAT M3MepeHun ANa KaKA0ro pacTeopa M pacCuUTbIBAIOT OTHOCUTENbHbLIE (PAKTOPbI OTKNKKA ANSA
Kaxxaoro nHamsuayansHoro KoHrenepa MXAL0/0® ans Tpex napannenbHbIX UBMEPEHMIA.

Bapuauua sHaveHunit oTHOCUTENBHBLIX KakTOpoB oTknNuka (RRF), paccunTaHHbIX ANA TPEX napannens-
HbIX U3MEPEHUI, He AO0MmMkHa npesbiwaTth £ 10 %.

Mepen Hayanom aHanu3a KaxgowW HOBOW NapTum Npob NPOBOASAT MPOBEPKY NMMHENHOrO AManasoHa u
MOCTOAHCTBA (PaAKTOPOB OTKNMKA MyTEM XpOMAaTrorpadupoBaHUS HE MEHEee TPeX rpagyvpoBOYHbLIX pPacTBo-
pos cmecu MXAO/0P, npuroToBneHHbIX B COOTBETCTBUK C 6.3.1 Mpu OTCYTCTBUM NOCTOSIHCTBA NUHEWHOCTU
(RRF); BLIACHAIOTCA 1 YCTPAHAKOTCS NPUYMHBLI HECTAOUBbHON paboTel Npnbopa. 3aMeHss HENOMAPHYIO XpoOMma-
Torpadpuyeckyto KONoHKy Ha NonsipHyto, Hanpumep DB-5MS Ha DB-Dioxin, onpeAensioT BpeMeHa yaepxusa-
HWUA KOHrEHEPOB Ha 9TOM TUMNE KOMOHKU. MPUMEpPHbIE OTHOCUTENBHBLIE 3HAYEHNA BPEMEHU YAEPXKUBAHUS ANS
NONAPHOW U ManononspHON KONIOHOK NpMBELEHbI B Tabnuue 11.
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Tabnuya 11
HenoasuxHas casa
CoeauHeHue
DB-5MS DB-Dioxin
1,2,3,4-TXA0 0,99 1,02
2,3,7,8-TX00 1,00 1,00
1,2,3,7,8-Nex04 1,23 1,40
1,2,3,4,7,8-xX40 1,46 2,08
1,2,3,6,7,8-xXaA 1,47 1,94
1,2,3,7,8,9-xXA0 1,50 2,15
1,2,3,4,6,7,8-MmXxXA0 1,76 2,98
oxan 2,17 4,50
2,3,7,8-TXO® 0,96 0,96
1,2,3,7,8-MNeXJo 1,18 1,31
2,3,4,7,8-MeXd 1,22 1,35
1,2,3 T,4,7,8-TeXJo® 1,39 2,01
1,2,3,6,7,8-NxXA® 1,39 2,03
2,3,4,6,7,8-IxX0® 1,43 2,07
1,2,3,7,8,9-NxX® 1,48 2,09
1,2,3,4,6,7,8-MXA® 1,61 2,83
1,2,3,4,7,8,9-MrxXJo 1,74 2,96
OXAo 2,12 4,45

7.3.1.3 XpomaTo-Macc-CrnekTparnbHblil aHanu3 Nony4eHHbIX 9KCTPaKToB

OTOupaloT Mukpownpuuem 1 MK aHanuM3Mpyemoro 9KCTpakTa, NMoAroTOBMEHHOTO Kak OnucaHo B 7.2,
W BBOASIT €ro B MHXEKTOP ra3oBoro xpomarorpada. 3anuceiBaloT Macc-xpoMatorpaMMbl, MAEHTUPUUNPYIOT
nHansmayanbsHble KoHreHepol MXOL/OP n M30TONHO-MEYEeHbIE KOHIEHEPbI CyppOoraTHOro ctaHgapra no Macc-
CNeKTpy U COBMAaAEHUIO BPEMEH YAEPXKUBAHUS.

Hanuune B npobe nnn KoHTponbLHOM obpasue nHanBuayansHoro koHreHepa NMXOO/OP cuntatot ycra-
HOBMNEHHBLIM NpK COONMIOAEHUN CNEeayOLLMX YCINOBUIA:

a) Ha BCEX PEKOHCTPYMPOBAHHbLIX MacC-XpoMaTrorpaMmMax, MOCTPOEHHbIX N0 MAacCaM XapakTepuctTude-
CKMXMOHOB A1 AAHHOTO KOHreHepa, NPUCYTCTBYHOT MUKW, UMEIOLLIME COOTHOLLIEHWE MHTEHCUBHOCTU CUrHAs/LLYM
OonbLue unu paBHoOe TPEM, NPU STOM BPEMEHA YAEPKUBAHUSA, ONPEAenseMble MO Pa3HbIM XapakTepucTu4ec-
KUM NUKam AaHHOro KOHreHepa, coBnaaaroT (MUKU CUHXPOHHbI);

6) xpomarorpacdmyeckoe Bpems yaepKMBaHUS KOHTEHEPa, ONpeaensaemMoe no nosioKEHUI0 MakCuMyma
nMKa XapakTepUCTUYEKOTrO NOHA, He OTNn4aeTca 6onee YeM Ha £ 1 C OT BPEMEHU YA EePXKMBAHUS, ONpPeaeneH-
HOro Ans AaHHOTO KOHreHepa Npu aHanu3e rpagyupoBOYHOrO pacTeopa;

B) COOTHOLUEHWE MHTEHCMBHOCTEN XapakTePUCTUYECKUX MOHOB HA BEPLUMHE MUKOB HE oTnn4aercsa 0o-
nee yem Ha 15 % OT 3Ha4YeHUi, NpUBEAEHHbIX B Tabnuue 9.

MNpu HanMuMM NNOXoO pasgeneHHbIX Xpomatorpaduyecknx NnMkoB koHreHepo MNXAL/0P meHsaoT mano-
MONSAPHYIO KOMOHKY Ha NONSApPHY0. MpueMnemMbim xpomartorpaduieckum pasgeneHmem CHUTaAeTCs BbIMoJHe-
HWe YCnoBMIN ANsi HE NOMHOCTLIO Pa3AeneHHbIX NMMKOB:

2h/(H, +H,) < 0,7,
rae h — BbICOTA [JOMNNHbI MEXAY HUMM,
H; n H, — BbICOTbI HEPa3PELLUEHHBIX MUKOB.

7.3.2 XpomaTo-Macc-cneKTpoMeTpUA BbICOKOIrO UMM HU3KOTO pa3pelleHns ¢ MOHu3auuen npoobl
3NEKTPOHHBbIM YOapoMm

XpoMarTo-Macc-CnekTPOMETPUSA BbICOKOrO paspewueHus (R = 10000) obrnagaer ypesBblHaiiHO BbICOKOM
cneundUYHOCTBIO BbIAENEHUS XapakTepuCcTUYECKUX MOHOB aHanNUTOB, Macca KOTOPbLIX ONPeaenserca ¢ ToY-
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HOCTbI0 10 0,001 a.e.M. MOHbI, UMEIOLLME MACCY, OTIIMYHYIO OT 3a4aHHOM, He AETEeKTUPYIOTCA NPUBOPOM, YT
pe3Ko CHIDKaeT MeLuatoLLee BNUsHME NOCTOPOHHNX BELLECTB, NpucyTcTBytoWwmux B npobe. Mpu ananuse MNXJQ0/
O MeToaoM XpoMaTo-Macc-CreKTPOMETPUM BICOKOTO paspeLueHus AN HaAEXHOW naeHTuduKaumm aHanm-
TOB AOCTATOYHO DMKCUMPOBATL HaNMYKUE ABYX XapakTepUCTUYECKMX MOHOB KOHIreHepa, Macca KOTOpbIX onpe-
aensietcs ¢ TouHocTbio 0,001 a.e.m.

7.3.2.1 NoaroToBKka XpomMaTo-Macc-CnekTpoMeTpa

Xpomarto-macc-cnektpometrp tuna DFS, JMS-700, MAT-95XP unu aHanornyHblin rotoBAT ANA aHanu-
3a B peXUMME MOHU3aLUK NpPoObl SMEKTPOHHLIM YAApOM B COOTBETCTBUMM C MHCTPYKLMEN MO 3Kcrnyarauuu.
YcTaHaBnusatoT aHepruto noHnsauuu 70 3B. MNposepsaloT Macc-cnekTpoMeTpuyeckoe paspeLleHne u cooTeeT-
CTBME NAacnopTHON YyBCTBUTENLHOCTU Npubopa.

YcTaHaBnumBaoT NporpaMMy aHanusa ans xpomarorpaduyeckoro pasgeneHus koHreHepos MXA4/0P ¢
MCNOMNbL30BaHUEM ManononapHon KonoHku Tuna DB-5MS. MpumepHbIn BUA nporpaMMel npuseaeH B 7.3.1.1.

Macc-cnekTpoMeTpUYecKkUin aHanm3 npPoBOASAT B PEXUME CENEeKTUBHOr0 CKaHMPOBAHUS XapaKkTepucTu-
YeCKMx UOHOB aHanuToB. Mpu noHusauun XO0/0P aneKTpoHHbIM yaapoM MakCcuMarnbHY UHTEHCUBHOCTL B
CneKTPe NOKa3sbIBaOT MOHLI MONEKYNAPHOTO Knacrepa. 3Ha4eHUa Macc XxapakTepucTUYECKUX NOHOB, NCMONb-

3yeMblX B aHanu3e, npueeaeHsl B Tabnuue 12.

Tabnuuya 12 — 3Ha4yeHUa Macc xapakTepucTU4ECKUX NOHOB

KoHrerepb! MXA/O® 1 cooTBETCTBYHOLME M30- XapaKkTepucTUYeCcKkMe UOHEI, m/e, a.e.M. COOTHOLIJeI:WIe UHTEH-
TOMHO-MeYeHble KOHreHepbl M1 M2 CMBHOCJE:OEMFHana
A4 319,897 (M *) 321,894 (M + 2)* 0,77
['3C,,12,3,7,8-TX0A 331,937 (M) 333,934 (M + 2)* 0,77
['3C,,]1,2,3,4-TXO0 331,931(M ¥) 333,934 (M + 2)* 0,77
Mexdd 355,855 (M + 2)* 357,852 (M + 4)* 1,55
[13C,,1-1,2,3,7,8-NeXaf 367,895 (M + 2)* 306,892 (M + 2)* 1,55
mxXad 389,816 (M + 2)* 391,813 (M + 4)* 1,24
['3C,,]1,2,3,6,7,8-Txx0 401,856 (M + 2)* 403,853 (M + 4)* 1,24
['3c,,11,2,3,7,8,9-TxXA0 401,856 (M + 2)* 403,853 (M + 4)* 1,24
mmxan 423,777 (M + 2)* 425774 (M + 4)* 1,05
['3C4,]1,2,3,4,6,7,8-TnX00 435,817 (M + 2)* 437,814 (M + 4)* 1,05
oxan 457,738 (M + 2)* 459,735 (M + 4)* 0,89
['3c,,l-oxan 469,778 (M + 2)* 471,775 (M + 4)* 0,89
TXOD 303,902 (M) 305,899 (M + 2)* 0,77
[13C,,1-2,3,7,8-TXO® 315,942 (M *) 317,939 (M + 2)* 0,77
nxaoe 339,860 (M + 2)* 341,857 (M + 4)* 1,55
[13C,,]1,2,3,7,8-NexOd 351,900 (M + 2)* 353,897 (M + 4)* 1,55
rxao 373,821 (M + 2)* 375,818 (M + 4)* 1,24
['3C,,]1,2,3,6,7,8-xX0d 383,864 (M)* 385,861 (M + 2)* 0,51
rmxae 407,782 (M + 2)* 409,779 (M + 4)* 1,05
['3C,,}1,2,3,4,6,7,8-TnX® 417,825 (M)* 419,822 (M + 2)* 0,44
oxae 441,743 (M + 2)* 443,740 (M + 4)* 0,89

Mpu ncnonb3oBaHUKU MACC-CNEKTPOMETPA HU3KOTO paspeLLeHUst PErMCTPUPYIOT MOHbLI C COOTBETCTBYIO-
LWUMM HOMUHAMbHBLIMWU Maccamu, Hanpumep, sBmecto 319,897 — 320 n T.4.

[nsa obecnevennn GonbLUei JOCTOBEPHOCTU Pe3ynbTaToOB PErMCTPUPYIOT MO TPMU MOHA B Knactepe ANS
KaXaoro coeauHeHus, Hanpumep, (M) *, (M +2)* (M +4)*.

7.3.2.2 MNpoBeaeHue rpagympoBku

lpaaynpoBka npubopa NnpoBOANTCA MO CXeMe, aHANOTMYHON NpuBeaeHHON B 7.3.1.2, U BKIIOYAET onpe-
AeneHue BpeMeH yepX1BaHUsA U OTHOCUTENbHbIX (DaKTOPOB OTkNMKa (RRF),, koHreHepos MXA/Od.
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7.3.2.3 AHanu3 3KCTPaKToB

AHanu3 9KCTpPakToOB NPOBOAAT COrnacHo 7.3.1.3. BbluMcnsioT OTHOLLIEHME nrowagen xpomarorpadcu-
YeCKMUX NMUKOB Ha Macc-xpomaTtorpammax uoHos M1u M2, perucrtpupyembix A5nsl KaX40ro onpeaensiemoro
COEIMHEHU U BHYTPEHHEro CTaHAapTa, U CPaBHMBAIOT €70 C TEOPETUYECKMM 3HAYEeHUEM, NPUBEAEHHbIM B
Tabnuue 12. 310 OTHOLLEHUE AOMKHO ObITh B Npeaenax + 15 % OT TEOPETUYECKOIO 3HAYEHUS, HAaNpuMep, Ana
TXAAO — ot 0,65 po 0,89 (Teoperuyeckoe oTHoLLueHMe paBHo 0,77). Ecnn xpomartorpacduyeckme nuku B yka-
3aHHOI 00NacTu BPEMEH yAePXMBAHUSI UMEIOTCS, HO OTHOLLIEHWUE NIOLLAAel NUKOB BLIXOAUT 3a 3TU Npeaenl,
TO FOBOPUTb O MOSOXKMTENbLHOW uAaeHTUdUKaumumM no atum nukam MXA0 wnu MNXAOP B gaHHON NpoGe Henb3s,
n TpebyeTcs AONONMHUTENBHLIN aHANU3 — Ha XpomarorpadMyeckoi KONOHKE C APYro HEMOABWKHOM chasoii
W B PeXUME XMMUYECKON MWOHM3ALMUM C AETEKTUPOBAHUEM OTPULIATENBLHO 3apsiKeHHbIX UOHOB. Ecnu Bpe-
MS yAepXXMBaHUS AAHHOIO KOMNOHEHTa COBNAAaeT C BPEMEHEM yAEPXMBaHUS COOTBETCTBYIOLLIETO M30TOMHO-
MEYEHOro BHYTPEHHEro craHgaprta (OTNMYaeTcs OT Hero He 6onee Yem Ha 1 ¢ unu Ha 1 CKaH) unNKn OTNIYaeTcs
OT BPEMEHU YAEPXKUBaAHUSA, U3MEPEHHOTO ANS CTaHAapTHOro o6pasua, He 6onee yem Ha 0,01 % u OTHOLLUEHUE
nnowaaen NMKOB HaXOAUTCA B YKa3aHHbIX npeaenax, To atot kKoHreHep MXAL/O® B aaHHOW npobe cuuTaeTcs
UAEHTUPULIMPOBAHHBIM.

7.4 O6paGoTka pe3ynsLTaToB M3MepeHUi

Mo oKOHYaHuM aHanu3a ¢ NOMOLLLI0 CUCTEMBI 06PabOTKM AaHHBIX (PUKCUPYIOT HA PEKOHCTPYMPOBAHHBIX
mMacc-xpomaTtorpammax nuku B 06ractu BpeMeH yaep>XMBaHuA, COOTBETCTBYIOLLMX BbixoAay 2,3,7,8-3ameLyeH-
Hbix MXO0/0P n cypporaTHbIX CTaH4APTOB.

Maccosyto koHUeHTpaumio koHreHepos MXOL/OP B 9kCTpaKkTe aHanmsupyemoit npobel C;, HI/Kr, paccuu-
TbIBAIOT HA OCHOBAHUK NMOMYYEHHbIX CUTHANOB AN KAXA0ro KOHKPETHOIO KOHreHepa no hopmyne

C = (S,) MAS)(RRF), M, @
roe S, — nnowanb nuka koHreHepa MXAL/0P Ha pekOHCTPYMPOBaHHOW XpOMaTorpaMme;
m; — KONMYeCTBO BBEAEHHOrO M30TOMHO-MEYEHOT0 CYpPOraTHOro CTaHAapTa, Hr,
S; — nnouwaab nuKa COOTBETCTBYIOLLETO KOHreHepa M30TOMHO-MEYEHOro CypporaTtHOro craHaapra
NXon/ae;
(RRF), — OTHOCHUTENbHLIA (haKTOP OTKNKUKA ANs MHAUBMAYanbHOro KoHrewepa MXAL/OP, paccuutan-
HbIi no dopmyne (1);
M — wmacca obpasua, B3SITOro AJ1si aHanm3aa, Kr.

KoadbpuumeHT M3BreYEeHUs KOHKPETHOTO KOHreHepa W30TOMHO-MEYEHOro CypporaTHOro crangapra
(REC)4 paccuutbiBaloT no chopmyne

(REC) ¢ =(S¢, )M, /(S,)mg (RRF),, ®)
rae Sy, — NnowWaAb Nuka KOHKPETHOTO KOHreHepa W30TOMHO-MEYEHOTo CyPPOraTHOrO GTaHaapTa Ha
PEKOHCTPYUPOBAHHOM XpoMaTorpamme aHanusmpyemMoro obpasua;
m, — KOMWYECTBO BBEAEHHOrO B aHanu3aupyemblit oGpasel] M30TOMHO-MEYEHOr0 BHYTPEHHEro
cTaHaapTa, Hr;
S, — nnowajb NMKa KOHKPETHOTO KOHreHepa M30TOMHO-MEYEHOr0 BHYTPEHHEro crTaHaapTa Ha
PEKOHCTPYUPOBAHHOI XpoMaTorpammMe aHanu3mpyeMoro o6pasua;
mg — KOMWYECTBO BBEJEHHOTO B aHanuaupyembll o6paseL; M30TOMHO-MEYEHOrO CypPOraTHoOro

cTaHaapra, Hr;
(RRF)s,— OTHOCUTErnbHbIA (pakTop OTKNMKA AN MHAUBMAYaribHOTO KOHI€Hepa W30TOMHO-MEYEHOro
CyppOraTHOro ctaHgapra, pacCYMTbiBaeMblil U3 rpalyupoBOYHOIO pacTBopa no hopmMyne

(RRF)SI = ( SSUfS) me /(SIS)mSUIS’ (4)

rae Sqys —  NNOW@Ab NUKa WHAMBWAYATLHOTO KOHTEHepa W30TOMHO-MEYEHOT0 CyppOraTHOrO CTaHaapTa
Ha PEKOHCTPYUPOBAHHON XPOMATOrpaMMe rpagyupoBOMHOIO PAaCTBOPA;

m, —  MaccoBas 4O U30TOMHO-MEUEHOTO BHYTPEHHErO CTaHAAapTa B rpajlyMPOBOYHOM PaCTBOPE, Hr;

S, — nnowagb NuKa UHAUBMAYANBHOTO KOHTEHepa W30TOMHO-MEYEHOTO BHYTPEHHero CtaHaapra

Ha PEKOHCTPYMPOBAHHON XpOMarorpaMme rpaayupoBOYHOIO pacTBopa;
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Meyrs — MaccoBas 40N U30TOMHO-MEYEHOro CypporaTHOro ctaHaapra B rpagyMpoBOYHOM PacTBOpE, H.
Onpegenenne nnowaanei S,, S;, Sy, S, Sgye S MPOBOAAT MO Macc-xpoMmarorpamMmamM nubo ans
O4HOT0 13 ABYX MOHOB, M1 unu M2, ykaszaHHbix B Tabnuue 12, nnbo ans AByX MOHOB C YyCPeaHEHUEM pe3ynb-

TaToB, NMB0 MO Cymme MroLlazei COOTBETCTBYIOLLMX MUKOB Ha 06enx Macc-xpoMartorpammMax.

7.5 XapakTepucTuKa NorpewHoCcT usMepeHun

Onana3soH namepsaemblx KoHUeHTpauun koHreHepos MXO0/0P v nokasarenu cxogumocTu U BOCNPOU3-
BOAMMOCTM NpUBEAEHbI B Tabnuue 13.

Tabnuya 13

,El,manasoH MaMEDSEMbIX KOHLEHTDALMIA KOHre- rpaHI/Iqu WUHTepBana, B KOTOPOM Mo- OTHocUTenbHoE CTaHAapTHOE
He l"))B I'IX,EU:WJGJL‘ Hr/lfr u rpelHOCTb HaXoAUTCA C BEPOATHOCTbIO OTKITOHEHKWe BOCMNpPOM3BOAMMOCTH
P ' P=0950,+% Or %
Ot 0,5 go 10 BKkntoM. 48 61
Cs. 10 go 200 Bkritou. 25 36
Cs. 200 go 1000 BKntoM. 15 13

7.6 OchopmneHue pesynsTaToB MU3MepPeHUN

MpoTOKON UCMbITAHWUIA AOMKEH CoAepXkaTb, KaKk MUHUMYM, CREAYIOLLME CBEAEHUS:

BCIO MHGOpMaAUMIO, HEOBX0AMMYIO ANSA ncYepnbiBatowen naeHTuukagyum npoodel;

METOZA UCNLITAHUA U OMpeaensieMblil SNIEMEHT CO CCbINKON Ha HACTOALLMIA CTaHAapT;

pesynsraTbl UCNITAHUIA C YKA3aHUEM EAVHULL U3MEPEHUN;

coaepxxaHue nunuaos B obpasue no FOCT 7636;

aaty ot6opa npobbl u cnocob oTéopa (ecnu OH U3BECTEH);

[aTy OKOHYaHMA NPOBEAEHUSA UCNLITAHUS;

MHAOPMAaLUIO O BbINOMHEHUM TPEOOBAHWIA K NOBTOPAEMOCTU PE3YNbLTaTOB;

BCE AEeTanu npoBeAEeHUS UCNbITAHUSA, HE OFOBOPEHHbIE B HACTOALLEM CTaHAAPTE UMM HE CYUTAIOLLMECSH
obs3aTenbHbIMK, @ TaKKe BCE UHLMAEHTbI, HAONIO4aBLUMECH NPU NPOBEAEHUU UCMbITAHUA, KOTOPbIE MOIMK
NOBMAWATb HA KOHEYHbI pesynbrar.

PesynsraTtbl UsMepeHuss MacCoBOW KOHLEHTpauMn nHanesuayansHbix KoHreHepos MXAO0/0® npeacras-
nawT B chopme

C; £ A Hr/kr, ®)
rae C; — KOHUeHTpauua koHrenepa MXOL/OP B npobe, Hr/kr,
A — rpaHuLa uHTepBana, B KOTOPOM abCOmMOTHasA NOrpeLUHOCTb M3MEPEHNI KOHLIEHTPALMUMN KOHIEeHe-

pa NXA0/0®, Hr/kr, HaXo0AUTCA C JOBEPUTENBHON BEPOATHOCTLIO P = 0,95,
XapakTepuCTUKy NOrpeLLlHoCTH paccynTbiBaloT No popmyne
A=0,015C, ©)

raoe 0 — TpaHunua nHTepsana, B KOTOpOM OTHOCUTENbHAA NOrPELLIHOCTb I/I3MepeHl/II7I KOHLUEHTpaLuun KoHre-
Hepa MXOQ0/0P, %, HaxoauTCAa ¢ 4OBEPUTENBHOW BEPOATHOCTLIO P = 0,95. [lonyckaeTcs pesysb-
TaTbl M3MEPEHUI B JOKYMEHTAX, BbiaBaeMblx naboparopueii, NpeacTaensATb B BUAE

C,£A,, HI/KT, PN YCMOBUN, YTO A < A, )

rae A, — 3Ha4YeHWNe XapaKTepPUCTUKM MOrPELUIHOCTI PE3YNLTaTOB M3MEPEHMUIA, YCTAHOBNEHHOE NPK peanu3a-
UMM JaHHON MeToAUuKM B naGopaTtopumn 1 obecnevyeHHoe KOHTPONeM KadecTBa pesynbraToB. Pe-
KomeHayemasi popma NpoTokona npeacTaBneHa B npunoxeHun B.

7.7 KOHTpOnb KayecTBa U3MepeHumn

KoHTponb kayecTBa namepeHuii o6ecnevmBatoT BhINOHEHWEM CNEAYIOLIMX YCIOBUIA:
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- aHanu3 npo6 npoBoaaT cepusamu. Kaxxgasa cepus Bknodaet 4o 11 nonesbix 06pasLos, OAUH U3 KOTO-
PbIX aHaNU3UpYIOT aBaxkabl (aybnukar), obpasey cepTuduLMpoBaHHOrO MaTepuana ¢ 3agaHHbIM CcoaepXaHu-
em NXOQ/0P n npoueaypHbIi xonocton obpaseu;

- onepaTuBHbINA KOHTPOJIb TOYHOCTU U NPaBUILHOCTU U3MEPEHNI o6ecnevnBaeTcs aHann3om n3oTONHO-
MeYeHbIX CypporaTHbIX CTaH1apTOB — aHarnoroB onpeAensemMbiX BeLLeCTB, BBOAUMbIX B KaXa bl o0pasel Ha
cTtaguu NnpobonoaroToBKNU.

JonyckaemMble KpUTEPUM KAYeCTBA aHanmaa:

- coflepkaHue MHANBKAYanbHbIX KoHreHepos MXOQ/0 B npoueaypHOM X0nocTom oBpasLe meHbLue 1 nr;

- onpegensiemoe cogepxaHue koHreHepos MXOQ/0P B cepTuduLMpoBaHHOM MaTepuarne AOorPKHO COoT-
BETCTBOBATL cepTucukary aHanusa ans 90 % onpeaensieMblX COEANHEHMWIA;

- OTKNOHEHME pe3ynbTaToB NpU aHanuse aybnukatos — He 6onee + 25 % OT CpegHero 3HaYeHus Nc
BeENuUMHa npegena obHapyxxeHus metoga ana 90 % onpeaensemblX COeaUHEHU (OnepaTUBHbIA KOHTPOSMb
BOCNPOU3BOANMOCTH);

- 3HaUEHNs BENUYMHBI U3BNEYEHUA KOHreHepoB (REC),, paccuuTaHHble Kak ykasaHo B 7.4, HaxoasTcs B
ananasoHe 50 % — 110 %;

- YyBCTBUTEMBLHOCTL Npubopa onpeaensitoT OAMH pa3 B AeHb (MMM NOCNE HACTpoliku npubopa) nyrem
aHanu3a CTaHZapTHOro rpagynpoBoYvHoOro pacteopa MXA0/0%;

- IPUEMNEMbIN KPUTEPUI KAYeCTBa — COOTHOLUEHWE curHan — wym Gonbie 10:1 npu uHxekuum 1 nr
2,3,7,8-TXAL;

- Xpomartorpaduyeckoe paspeLLeHne NoaATBEPXKAAIOT aHanM3om rpagympoBOYHOro pacTeopa, NpoBOAU-
MbIM 40 N NOCIe aHanu3a aHanuMTu4ecKon cepuu;

- npuemMnemoe 3HaueHne — pasaenenne nukos 1,2,3,.4,7 8-Mxdd n 1,2,3,6,7,8-NXAP COOTBETCTBYET YCNOBUIO:

h/AH, + H,) <07, ®

rae h — BbICOTA AONUHbI MEXAY HUMM;
Hy v Hy — BbICOTbI MMKOB KOHFEHEPOB;

- Macc-cnekTpanbHOE paspeLleHne, onpeaerneHHoe Npu HacTpoike Nnpubopa, CoCTaBnAET ANA HU3KOTOo
paspeLueHus He Hmwxke 0,8 a.e.Mm, BO BCeM AnanasoHe n3mepsaembiX Macc Ans npubopa BbICOKOrO pa3peLueHus
R = 10000;

- MMHENHOCTb KanuBpoBKM MHCTPYMEHTA ONpeaensioT No aHanu3y NATU rpagyMpoBOYHbLIX PACTBOPOB
NXpo/0o. Kputepuin kayectsa — A0NyCTUMOE CTaHAAPTHOE OTKIMOHEHUEe PacCYUTAHHOrO OTHOCUTENbHOrO
¢haktopa otknuka (RRF), AOMKHO BbITb MeHbLIe 20 %,

- cTabunbHOCTL PaboThbl MHCTPYMEHTA NOATBEPKAAETCA A0 M NOCNE aHanu3a cepun 06pa3LoB NyTEM aHa-
nusa rpagymposoyHoro pactsopa NXAQ/0P C2. Kputepuin kayectsa — pasnuumusa 3Ha4€HUI BENUYMHBLI OTHOCK-
TENbLHOro oTKMKa (RRF),,, paccunTaHHbIe A0 M NOCNE aHanu3a cepun 06pasLoB, He A0MXKHLI NpesbilaTh £ 15 %.

MposepKy YUCTOTHI UHCTPYMEHTA HA COAEPXKAHUE aHaNM3UPYeMbIX KOMMNOHEHTOB NPOBOAAT NOCHE KaX-
[Oro aHanu3a rpagyMpoBOYHOIO CTaHAApPTHOIrO pacTeopa NyTEM WMHXEKUMn aekaHa. Npuemnemblii Kpute-
puin — 3Ha4YeHue BHOCUMOM OLIMOKM 3a c4eT (POHA MHCTPYMEHTA He AOSMKHO npesbiwatb 1 % OT cpegHero
3HaYeHUA onpeaenseMbiX KOHLEHTPaLUIA.

Mpu HeBLINOMHEHUW MIOBOT0 U3 NEPEUNCIEHHBIX YCIOBUI NPUHUMAIOTCA MEPbI NO BbIABIEHUIO NPUYUH
1 NOBTOPSAETCS aHanu3 napTum npoo.

8 OnpepeneHne AVMOKCUMHMOAOOHLIX (NfIAHAPHbLIX) NONMUXNOPUPOBAHHbIX
ouceHunos

8.1 NMoaroroBka KanNnUOPOBOUYHbIX pacTBopoB MNMXB n pacTBOPOB U3OTONHO-MEYEHbIX Cypporar-
HbIX U BHYTPEHHNX CTaHAAPTOB

pagynpoBOYHbIE PACTBOPLI CMECU MHAUBUAYANBHLIX U U30TONHO-MeYeHbIX MXB ncnonb3yioT Ana npo-
BEPKU BPEMEH yAEPXXUBAHUSI KOHTEHEPOB, NMUHENHOTO Anana3oHa AETEKTUPOBaHUA 1 pacyeTa dhakTopa OTKIM-
Ka aHanuM3upyeMmbiX KOHreHepOoB.

B kauectBe 6a30BOro pacreopa CMecu MHAUBUAYANbHbIX KOHFEHEPOB NnaHapHbix MXB ucnonbayerca
cMmech uHausuayanbHblx NXB B HoHaHe EC-5000.

B kauectBe 6a30BOro pacrBopa CypporaTHOro CtaHaapra UCMOnb3yeTcA CMeCh U30TOMHO-MEYEHbIX Mo
yrnepoay 13C12 KoHreHepoB X6 B HOHaHe EC Ne 4995.
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8.1.1 MNpwuroroBneHue rpaayupoBOYHbIX PaCTBOPOB

8.1.1.1 PacrBop B1

Mcnonb3ys perynupyemble aBTomMatudeckue aosatopbl Ha ob6bembl 100—1000 mkn u 10—100 mkn,
nocneaoBaTenbHO BHOCAT B BUANy BMECTUMOCTLIO 4 cM® 1910 Mkn H-HoHaHa, 10 Mkn 6a30BOro0 pacTeopa
EC-5000 v 80 mkn pacrBopa EC Ne 4995.

8.1.1.2 PacrBop B2

Mcnonb3ys perynupyemble aBToMaTudeckue a03atopbl Ha obbembl 100—1000 mkn u 10—100 mkn,
nocrenoBaTesibHO BHOCSAT B BMany BMECTUMOCTBIO 2 cMS 940 MKkn H-HOHaHa, 20 mkn 6a30BOro pacrsopa
EC-5000 u 40 mkn pacrtBopa EC Ne 4995.

8.1.1.3 PacrBop B3

Mcnonb3ya perynupyemble aBToMatudeckue aosatopbl Ha o6bembl 100—1000 mkn u 10—100 mkn,
nocneaoBaTenbHO BHOCAT B BUAMy BMECTUMOCTBLIO 2 cm3 920 MKn H-HOHaHa, 40 mkn 6a30B0Oro pacteopa
EC-5000 un 40 mkn pacteopa EC Ne 4995.

8.1.1.4 PactBop B4

Ncnonb3ya perynupyemble aBromatudeckue aosatopbl Ha obbembl 100—1000 mkn u 10—100 mkn,
NOCNEeN0BATENbHO BHOCAT B BUANy BMECTUMOCTbIO 2 cM3 860 MKkn H-HOHaHa, 100 mkn 6a30BOro pacrsopa
EC-5000 v 40 mkn pactBopa EC Ne 4995.

8.1.1.5 PacrBop B5

Ncnonb3ys perynupyemble asTtomatudeckue ao03atopbl Ha o6bembl 100—1000 mkn u 10—100 mkn,
NocneaoBaTenbHO BHOCAT B BUANY BMECTUMOCTbIO 2 cM3 760 MK H-HOHaHa, 200 mkn 6a30BOro pacreopa
EC-5000 n 40 mkn pacrBopa EC Ne 4995.

KoHueHTpaLmn kannbpoBo4HbIX pacTBOpoB (HI/cM3) npueeaeHsl B Tabnuue 14.

MpUroToBnNeHHbIe KanuBpOBOYHbIE PACTBOPbLI MOTYT XPaHUTLCA B rePMETUUYECKU 3aKPbITbIX BUAnax npu
Temneparype He Bbilue MuHYC 10 °C 6e3 focTtyna COonHeYHoro ceeta He 6onee 6 Mec, B CTEKNAHHbIX 3anasH-
HbIX amnynax He Bonee AByX neT.

Ta6nuuya 14 — KoHueHTpauun KannGpoBOUHLIX pacTBOPOB B HaHOrpaMmax/cm3

KoHreHep MXAa/A® B1 B2 B3 B4 BS
nxe 77 10 40 80 200 400
MXE 81 10 40 80 200 400
MNxE 105 10 40 80 200 400
NX6 114 10 40 80 200 400
MXB 118 10 40 80 200 400
NXBE 123 10 40 80 200 400
MXE 126 10 40 80 200 400
MNXE 156 10 40 80 200 400
NXBE 157 10 40 80 200 400
MNXB6 167 10 40 80 200 400
MXE 169 10 40 80 200 400
NXBE 170 10 40 80 200 400
MXBE 180 10 40 80 200 400
MXE 189 10 40 80 200 400
MXB 77 (13C4, 99 %) 40 40 40 40 40
MNXE 81 (13C,, 99 %) 40 40 40 40 40
MNXE 105 (13C,, 99 %) 40 40 40 40 40
NXBE 114 (13C,, 99 %) 40 40 40 40 40
MXE 118 (13C,, 99 %) 40 40 40 40 40
MNXBE 123 (13C,, 99 %) 40 40 40 40 40
MXBE 126 (13C,, 99 %) 40 40 40 40 40
MXE 156 (13C,, 99 %) 40 40 40 40 40
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OxoHyvaHue mabnuupi 14

KoHreHep NMXO/O0® B1 B2 B3 B4 B5
MXB 157 (13C,, 99 %) 40 40 40 40 40
MXB 167 (13C,, 99 %) 40 40 40 40 40
MNX5 169 (13C,, 99 %) 40 40 40 40 40
MXB 170 (13C,, 99 %) 40 40 40 40 40
MXB 180 (13C,, 99 %) 40 40 40 40 40
MXB 189 (13C,, 99 %) 40 40 40 40 40

8.1.2 MpuroroeneHmne paboyero pacTBopa U3OTONHO-MEYEHOrO CypporaTtHoro ctaHaaprta NXb

[na npurotosnexus paboyero pacteopa S/S B MEPHYIO KONBY BMECTUMOCTbIO 25 cMS BHOCAT aBTOMAaTH-
Yyeckum perynupyembim gosatopom 1000 mkn pacteopa EC Ne 4995 n goBoasat o6bem pactBopa A0 METKU
H-HOHaHOM. OGO03HaYaIOT MOMyYeHHbIN pabounii PacTBOP Kak S/Spyg. KOHLUEHTpaumn cypporaTHeix cTaHaap-
TOB B paboyemM pacTBope npuseaeHbl B Tabnuue 15.

Tab6nuua 15— KoHueHTpaLum cypporaTHbIX CTaH4apToB B paBodeM pacTBope B HaHorpammax/cm3

KoHreHep MXAQ/A® 8/8 nxg 6asoBbIii S/Snxg
NXB 77 (13C,, 99 %) 1000 40
NXB 81 (13C,, 99 %) 1000 40
MXB 105 (13C4, 99 %) 1000 40
MXB 114 (13C4, 99 %) 1000 40
MXB 118 (13C,, 99 %) 1000 40
MXB 123 (13C,, 99 %) 1000 40
MXB 126 (13C,, 99 %) 1000 40
MXBE 156 (13C,, 99 %) 1000 40
MXB 157 (13C,, 99 %) 1000 40
MXB 167 (13C,, 99 %) 1000 40
MXB 169 (13C,, 99 %) 1000 40
NXB 170 (13C,, 99 %) 1000 40
Nx6 180 (13C,, 99 %) 1000 40
MXB 189 (13C,, 99 %) 1000 40

MpuroToBNEHHLIN PaCcTBOP NEPEMELLMBAIOT HA YNbTPa3BykoBol 6aHe 10 mMuH, pactacoBbiBalOT B CTEK-
NAHHBLIE amMnynbl N0 1 cM3. AMNYNbI 3aNanBaloT U XPaHAT 40 UCMONb30BaHNA 6e3 4OCTYNa CONHEMHOTO CBETA
He Gonee AByX neT.

8.1.3 MpurotoeneHue paGouero pacTBopa BHyTPeHHero ctaHpapta RIS,

Ans npurotoeneHua paboyero pacrBopa BHYTPEHHETO CTAHAAPTA B MEPHYK KONGYy BMECTUMOCTLIO
50 cM3 BHOCAT aBTOMAaTMHECKUM PeryrmpyembiM AposatopoM 50 mkn pacteopa 2,3,4,4’,5,6-rekcaxnop6udce-
Huna (koa no karanory CIL PCB Ne 166) ¢ koHueHTpauueii (100 + 5) mkr/cm® u oBoasT 06bem pacTeopa A0
METKM H-HOHAHOM. OGO3HAYaIOT NOSTy4YEHHbIN PaboUmnin PacTBOP BHYTPEHHETO CTaHaapTa kak R/Spyg. KoHueH-
Tpauus BHYTPEHHEro cTanaapra B paboyem pacteope cocrasnsier 100 Hr/cmS.

MpuroToBNEHHLIN PacTBOP NEPEMELLMBAIOT HA YNbTPa3BykoBol 6aHe 10 MuH, pacacoBbIBaOT B CTEK-
NAHHLIE amMnynbl N0 1 cM3. AMAYNbI 3aNaNBaloT U XPaHAT 40 UCMONb30BaHNA 6e3 4OCTYNa CONHEMHOTO CBETa
He Gonee AByx ner.

8.2 NMoaroroeka npo6 ana aHanusa

MoaroTtoBka npo6 AnA aHanu3a nnaHapHbix MXB aHanorMyHa npoueaype, oNUCcaHHoi B 6.4. Mpu sToM
pa3sMopaXxuBaloT, @ 3aTeM roMOreHM3NPYIOT Ha LUHEKOBOI MACOPYOke oBpasel, Maccoi He meHee 100 T,
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8.3 dkcTpakuma nneHapHbix NMXbB

[nst aHanu3a pbiObl M TKAHEN C HU3KMM COAEePXaHUEM NUNUAOB UCMONb3YIOT HABECKY 7—38 I, Npu aHanu-
3€ NEeYeHun, ToHa, MbILL, C BbICOKMM copaepxaHuem nunuaos 3—5 1. Msenedenne MXB n3 obpasua nposo-
AUTCA METOAOM KOFIOHOYHOWM 9KCTPaKLMKU, ONUCaHHbIM B 7.1, @ B KA4€CTBE M30TONHO-MEYEHOT0 CyppOraTHoro
CTaHaapTa MCnosib3yloT pacTBop ctaHaapta S/Spyg (cMm. 8.1.2).

MpoBy pbibbero xwupa maccoii 1 r pacteopsatoT B 20 cmM® cMecu rekcaH-guxriopMertaH (1:1) v ounator
METOAO0M KONIOHOYHOIN XpomaTtorpadum.

8.4 OunCcTKa 3KCTPaAKTa METOAOM KOJIOHOYHOW XpoMaTorpadgumn

OuunCTKY aKCTpakTa NPOBOAAT METOAOM KONIOHOYHON Xpomatorpadun, onucaHHbiM B 7.2. INpu KOHLEH-
TPUPOBAHUM IKCTPAKTa ANS UHCTPYMEHTAmNbLHOro aHanumaa, koraga o6bem pacTBopuTens BO pnakoHe JocTur-
HeT npuMepHo 100 Mk, aBToMaTM4eCcKknM 4o3aTtopom AobaensAlT 20 MK pacTBOpa BHYTPEHHErO cTaHaapTa B
HOHaHe R/Spyg (cm. 8.1.3) 1 npoaomxkatoT oTayB A0 00beMa 00aBNEHHOM0 HOHaHA. [epMETU3UPYIOT (hNakoH
TedNOHUPOBAHHON NPOKAAKON 1 NepeaaroT Ans UHCTPYMEHTaNbLHOro aHanumsa.

8.5 BbInosiHeHUe u3amepeHun

8.5.1 NogroroBka xpoMato-mMacc-CnekTpomeTpa

XpomaTo-Mmacc-CnekTPOMETP HM3KOro paspewenns tTunos Varian-320MS, Agilent-5975, ITMS-240MS,
ITQ-900GC/MS unu aHanornyHbIi rOTOBAT ANA aHANU3a B PEXUME UOHWU3ALMKU NPOObl ANEKTPOHHBIM YAapOM
C CeneKkTUBHbIM AETEKTUPOBAHNEM XapaKTEPUCTUYECKUX MOHOB B COOTBETCTBUU C MHCTPYKLUMUEN MO SKCnnyaTa-
uun. NMpoBepPAOT HACTPOMKY M COOTBETCTBUE MNACNOPTHON YyBCTBUTENLHOCTU Npubopa.

YcTaHaBnumBaoT NporpaMMy aHanuaa aAns xpomarorpadmyeckoro pasfieneHms KOHreHEPOB NaHapHbIX
MXB ¢ ncnonb3oBaHMeM ManononApHON KoroHkM Tuna DB-5MS.

MpumepHbIn BUA NporpaMMbl NPUBEAEH HUXKE:

a) xpomatorpadmyeckas nporpamma:.

PEXUM UHIKEKTOPA .....coeiieieeiee e splitless;

33ePKKA NPOAYBKN UHKEKTOPA. .. .ceeiuieieeiuiieeaiiieeanaiieeanieeeenns 1 MuH;

BPEMS COPOCA PACTBOPUTENS ..eoevieeniieairiaerieesieeesnieereieseeee e 10 MUH;

TUI KOTTOHKM .ot e e e e e e e e eaeees DB-5MS;

ITIAHA KOTTOHKM ... ettt e e e e e e e e e e e eeeees 30 m;

ANaMETP KOMOHKH ....... ....0,25 mm;

TONLUMHA MIIEHKN QPA3bI ..uvveieeieiiciiiiiee e ciiieie e ee e ee e eninees 0,25 MKM;

nporpaMMMpoBaHue TemMneparypbi:

HayanbHasa TEMNEPATYPA KOFOHKM .......cuvereeeseiniiereeessinnenneneanns 80 °C;

HaYanbHOE BPEMS 3AAEPHKKM ......eeeeneiieaiieeeeiiieaeaaiieeesneeee e 1 MuH;

CKOpPOCTb Harpesa KOMOHKM ... ....20 °C/muH go 180 °C, 4 °C/muH go 280 °C;
TEMNEPATYPA UHKEKTOPA ... eeteteirreasesinaeaanaesnnnees 290 °C;

CKOPOCTb NOTOKA FEfNA YEPES KOMOHKY ..vvvveereerierineeeeeienenenes 1 oM3/MuK;

©0) pexxum Macc-cnekTpoMeTpa:

TEMNEPATYPA UHTEPMIEMCA. ... ee e ee e e ee s 290 °C;

TeMnepaTypa MOHHOTO MCTOMHMUKA ......cceerveuneerreeeeseiireaeeeeenees 200 °C;

CENEKTUBHOE CKAHUPOBAHME ......ovvveeeieciriieieeeeeeiiieieee e e sennneeas Maccbl MOHOB (CM. Tabnuuy 16);
NHXKEKTUPYEMBIA OOBEM ..ot 1 MKn.

Macc-cnekTpoMeTpruyeckuin aHannus NpoBOAUTCS B PEXXMME CENEKTUBHOIO CKAHMPOBaHUSA XapakTepucTu-
YeCKMX MOHOB aHanuToB. [Mpu noHnsauumn NMXB6 METOAOM 9NEKTPOHHOIO yaapa MakCuMarbHY UHTEHCUBHOCTb
B CMEKTPe MOKa3bIBalOT MOHbI MOMNEKYIIAPHOIO Kracrepa U UOoHbI, 06pa3oBaHHbIe BLIGPOCOM aTtoMa xnopa us
MONEKYNAPHOro MoHa. 3Ha4eHusa macc XapakTepPUCTU4eCKNX NOHOB, UCNOJIb3YyEMbIX B aHaNn3e, NnpnBeaeHbl B
Tabnuue 16.

Tabnuya 16

COOTHOLLEHWE UHTEH-
AHanusupyemas rpynna KoHreHepoB Tin woHa XapakTepuctudeckue CUBHOCTGI CHrHana
MXB WOHbI, M/e, a.e.M.
MNOHOB
MXB 77 M +,(M + 2)+ (M +4)+ 290; 292; 294 0,77:1:0,5
MXB 77 (13012 99 %) M +,(M + 2)+ 302; 304 0,77:0,5
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AHanusupyemas rpynna KoHreHepoB XapakTepuctudeckne Coomowetme VHTEH-
MXE Tvn noHa VOHBI. M/e. a.e.M. CUBHOCTEN CUrHana
' ! NOHOB
MXB 81 M*, (M + 2)*,(M + 4)* 290; 292; 294 0,77:1:0,5
NXB 81 (13C,, 99 %) M*, (M + 2)* 302; 304 0,77:0,5
NXB 105 M*, (M +2)*,(M + 4)* 324; 326; 328 0,6:1:0,65
NXB 105 (13C,, 99 %) M*, (M +2)* 336; 338 0,6:1
nX6 114 M*, (M +2)*,(M + 4)* 324; 326; 328 0,6:1:0,65
NXB 114 (13C,, 99 %) M*, (M + 2)* 336; 338 0,6:1
nX6 118 M*, (M +2)* (M + 4)* 324; 326; 328 0,6:1:0,65
NXB 118 (13C,, 99 %) M* (M +2)* 336; 338 0,6:1
NXB 123 M+, (M +2)*, (M + 4)* 324; 326; 328 0,6:1:0,65
MXB 123 (13C,, 99 %) M* (M + 2)* 336; 338 0,6:1
NXB 126 M* (M +2)*, (M + 4)* 324; 326; 328 0,6:1:0,65
MXB 126 (13C,, 99 %) M*, (M + 2)* 336; 338 0,6:1
MXB 156 M*, (M + 2)+, (M + 4)* 358; 360; 362 0,5:1:0,85
MXB 156 (13C,, 99 %) (M+2)* (M + 4)* 372; 374 1.0,85
nXB 157 M*, (M + 2)*, (M + 4)* 358; 360; 362 0,5:1:0,85
NXB 157 (13C,, 99 %) (M+2)* (M + 4)* 372; 374 1.0,85
nX6 167 M*, (M + 2)*, (M + 4)* 358; 360; 362 0,5:1:0,85
NXB 167 (13C,, 99 %) (M +2)*, (M + 4)* 372; 374 1:0,85
NXB 169 M*, (M + 2)*, (M + 4)* 358; 360; 362 0,5:1:0,85
MXB 169 (13C,, 99 %) (M+2)*, (M + 4)* 372; 374 1:0,85
nxB 170 M*, (M +2)*, (M + 4)* 394; 396; 398 0,44:1:0,97
MXB 170 (13C,, 99 %) (M+2)*, (M + 4)* 408; 410 1:0,97
MXB 180 M*, (M +2)*, (M + 4)* 394; 396; 398 0,44:1:0,97
MXB5 180 (13C,, 99 %) (M +2)*, (M + 4)* 408; 410 1:0,97
MXB 189 M*, (M + 2)*, (M + 4)* 408; 410 0,44:1:0,97
MXB5 189 (13C,, 99 %) (M+2)*, (M + 4)* 408; 410 1:0,97
MXB 166 RIS M*, (M + 2)*, (M + 4)* 358; 360; 362 0,5:1:0,85

[N NOBbILLEHNS YYBCTBUTENLHOCTM aHANM3a PEXHUM MaCC-CreKTPasnbHOA CbeMKKU pasouT Ha Tpu cer-
MEHTa, B TEYEHWE KOTOPbIX NPUGOP OUKCMPYET Te UMW MHbIE rPynnbl MOHOB. MpUMEpPHas ANUTENLHOCTL Cer-

MEHTOB W AETEKTUPYEMbIE MOHBI NPUBEAEHBLI B Tabnuue 17.

Tabnuya 17

Bpema Havana ckaHupoBaHus

CermeHT FpY Nl HOHOB, MitH [leTeKkTUpyemble Maccel, m/e, a.e.M.
16 —18,4 290; 292; 294; 302; 304
18,4 —21,5 324: 326; 328; 336; 338; 358; 360; 362
21,6—27,5 358: 360; 362; 372; 374; 394; 396; 398; 408; 410

JnnTenLHOCTL CErMEHTOB KOPPEKTUPYETCA NP aHanu3e kanubpoBOYHON CMECH.

8.5.2 MposeneHue rpagyupoBKu

MpagyvpoBKa 3aKIIlO4AETCA B OMNpeAeneHnn BPEMEH yaepkuBaHua 1 (hakTopoB OTKNKUKa aHanusupye-
MbIX KOHreHepos MXB. MpaayMpoBKa BLINOMHAETCA NyTEM aHann3a kanbpoBouHbIX cmecer B1—BS.
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Ons oueHkun hoHa (YUCTOTLI AHANUTUYECKOW CUCTEMBI) NEepea HadyanoMm paboTbl MHXXEKTUPYIOT B npubop
1 MK YMCTOro HOHaHa U 3anucbIBalOT Macc-xpomartorpammy. Hanndue B choHe npuGopa WOHOB, MeLLAoLLUX
aHanu3y, NpoBepsEeTCs NyTEM NOCTPOEHUS PEKOHCTPYMPOBAHHBLIX XPOMaTOrpaMm no BCEM XapakTepuUcTuyec-
KMM MOHaM, NpuBefeHHbIM B Tabnuue 16. Mpu HopmanbHO paboTaiolemM Npubope Ha PeKOHCTPYUPOBAHHLIX
XpOMaTorpamMmax 0rpkHbl OTCYTCTBOBAThb MUKW aHANUTOB. [loNyCTUMO, €Cnu Ha PEKOHCTPYMPOBAHHBIX XPOMa-
TorpaMmMax, NOCTPOEHHbIX AN MoHa m/e = 326 a.e.M. B gnana3oHe BpemeH yaepxmusanua MNMXb 118 u MNMXb
105, uMeloTcAa NUKKU, COOTHOLLIEHWE CUTHAN — LUYM KOTOPbIX HEe MeHee 3:1. Ecnu 3T0 yCNOBKME HE BbIMNOMNHSET-
CS1, ONPEeAEensiloT U YCTPaHAIOT NPUYUHY POHOBLIX CUTHANOB.

MpuUroToBneHHbie rPagyupoBOYHbIE PaCcTBOPbI B1—B5 aHanu3upylorT B YCNOBUSIX, NMPUBEAEHHBLIX B
8.5.1 B nocnegosarensHocTn B1, B2, B3, B4, B5. 3anucbiBalOoT Macc-xpomatorpammy Kaxxgoro pacrsopa u
C MOMOLLIbIO NPOrpaMMbl KOMMNbLIOTEPHON 00paboTKM AaHHbIX ONPEAEnAIoT Ha Macc-XxpoMarorpaMmMax, PeKOH-
CTPYMPOBAHHbIX MO CUrHanaMm XapakTepUCTUUECKUX UOHOB U COOTBETCTBYIOLLMX CYppPOraTHbIX CTaHAapToB,
BPEMEHA YASPKUBAHUSA U NNOLAAN NUKOB, COOTBETCTBYIOLLIME KAXA0MY aHANM3UPYEMOMY KOHIEHepY.

ﬂnﬂ BblMUCNEHUA Nnowiaan NUKOB aHANUTOB UCNONb3YIOT CUrHan UoHa MaKCUManbHOW UHTEHCUBHO-
CTU B Knactepe Unu CyMMy CUTHAsnoOB ABYX MOHOB, OAMHAKOBbIX ANsi HATUBHOTO MXB 1M COOTBETCTBYIOLLETO
cypporaTtHoro craHgapra, Hanpumep, ana MNX6 118 cymmupylot nnowaau NMKOB MOHOB m/e = 324 + 326 u ana
COOTBETCTBYIOLLIEr0 CypporaTHoro ctaHgapra m/e = 336 + 338 a.e.Mm.

[ns kaxoro rpaayMpoBOYHOro pacTeopa ONPEAENsItoT OTHOCUTENbHLIN (DaKTOp OTKMKMKa RRF, kax@oro
MHAMBKUAYaNbHOIO KOHreHepa MNXB oTHOCMTEeNbHO COOTBETCTBYIOLLETO M30TOMHO-MEYEHOTO KOHTEHepa Cyppo-
ratHoOro CTaHaapTa, KOTOPbIi paccyMTLIBaIOT NO hopmyne

(RRF) = (Spdmis/(SigMps, ©®)
roe S, — nnowaab nuka koHreHepa MNXB B kanubpoBO4YHOM pacTBope;
ns L

m;,s — MAacca COOTBETCTBYIOLLErO U30TONHO-MEUYEHOTO KOHreHepa CypporaTHoro ctaHaapra s kanubpo-
BOYHOM pacTBOpE, Hr;

S nnowagb nuKa COOTBETCTBYIOLIEr0 W30TONHO-MEYEHOr0 KOHreHepa CypporaTtHoro ctaHgapra B
KanubpoBOYHOM PaCTBOpE;

m,s — Macca KoHrenepa MXB B kannbpoBOYHOM pacTBOPE, H.

Mpu HanMuMuM NMHEWHOCTU AETEKTUPOBAHUS pPasnuuue BeUYUHbLI OTHOCUTENBLHOIO hakTopa OTKNMWKa
(RRF) He nomkHo npesbiwarh + 20 % AnsA BCeX kanubpOBOUHbIX PACTBOPOB.

MpoBoasT TpWU napannenbHbIX U3MEPEHUs ANsl KaXAO0ro pacTBopa U pacCUMTLIBAIOT OTHOCUTENbHbLIE
dakTopbl OTKMUKA AN KAXKA0r0 UHAMBMAYANbHOIO KOHreHepa MXB ansa Tpex u3mepeHui.

Pasnuuyune 3HauyeHui oTHOCUTENBHBLIX (DAKTOPOB OTKMMKA (RRF), paccuuMTaHHbIX AN Tpex napannesnb-
HbIX U3MEPEHUI, He AOIMKHO npeBbiwaTh + 10 %.

Mepen Havanom aHanu3a KaaoW HOBOM napTuu Npo6 NPOBOASIT MPOBEPKY NMUHEMHOMO AuManasoHa u
nocToAHCTBa hakTOPOB OTKMMKA NyTeM XpomarorpadmpoBaHns He MeHee Tpex pabounmx pacTBOPOB CMECU
MXB, npurotoBneHHbIX B cooTBETCTBMM C 8.1.1. Mpu oTCyTCTBUM NocTOsIHCTBA (RRF);, T.6. NMMHERHOCTH, Bbl-
SICHAIIOT U YCTPAHSAIOT NPUUYMHBLI HECTabunbHOW paboTbl npubopa.

lMpuMepHble OTHOCUTENBHBLIE BPEMEHA yAepXXMBaHUS MarnomnonsipHon konoHku DB-5MS npuseaeHbl B
Tabnuue 18.

Tabnuya 18
CoeauHeHue HenoasuxHag casa DB-5MS
nxe 77 0,84
Nx6 81 0,82
MNX6 105 0,93
Nnxe6 114 0,9
Nnx6 118 0,88
Nx6 123 0,87
Nx6 126 0,99
Nx6 156 1,07
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OkoHyvaHue mabnuupsi 18

CoeanHeHue HenoasuxHas ¢asa DB-5MS
MXB 157 1,08
MNX6 167 1,03
MXB 169 1,15
MXB 170 1,16
MXB 180 1,10
MXB6 189 1,22
NXB 166 RIS 1,00

8.5.3 XpomaTo-macc-cneKrpasribHblii aHanu3 Nosny4eHHbIX 3KCTPAKTOB

OT6umpaloT MUKpOLUNPULUEM 1 MKN aHanM3ampyemMoro aKCTpakTa, NoAroTOBNEHHOTO, kak onucaHo B 8.4, n
BBOAAT B MHXXEKTOP ra3oBOro xpomarorpada. 3anuceiBalotr Macc-xpoMaTorpaMmmbl U MAEHTUDULIMPYIOT UHAU-
BuAyanbHble KoHreHepsbl MXB 1 30TONHO-MEYeHble KOHFeHEepPbl CypporaTHOro craHgapra no Macc-CnekTpy u
COBMAaAEHMWIO 3HAYEHUIN BPEMEHU YA EPXKUBAHUS.

Hanuuue B npo6e nnu KOHTponbLHOM 06pasLe HAUBUAYaNbHOro KOHreHepa NXb cuuTaloT ycTaHOBNEH-
HbIM, €CIM Ha BCEX PEKOHCTPYUPOBAHHbLIX MacC-XpOMaTorpaMmMax, MoCTPOEHHbIX N0 MACCaM XapaKTe pUcTuU-
YECKMX MOHOB AN JaHHOIO KOHreHepa, NPUCYTCTBYHOT CUHXPOHHbIE MUKW, UMEIOLLUME OTHOLLEHUE CUrHarn/Luym
OomnbLue unu paBHOe TPEM, BPEMS YAEPXKUBAHUA HE OTMMYAETCA HA * 2 ¢ OT ONpefeneHHoro Ans AaHHOro
KOHreHepa unu COOTBETCTBYIOLLEro M30TONMHO-MEYEHOro aHanora npu aHanuse rpagyMpoBOYHOro pacTeopa u
COOTHOLLEHWE MHTEHCUBHOCTEN XapakTepUCTUHECKUX MOHOB Ha BEPLUMHE NUKOB HE OTnuyaeTcs bonee yem Ha
20 % oT TeopeTuyeckoro (cMm. Tabnuuy 16).

8.6 O6paboTKa pe3ynLTaToB U3SMEPEHUN

Mo OKOHYaHUM aHanu3a ¢ NOMOLLIO CUCTEMbI 06PabOTKM AaHHLIX PUKCUPYIOT HA PEKOHCTPYMPOBAHHbIX
Macc-xpomaTtorpammax nuku B 06nacT BpeMeEH yaepXuBaHusi, COOTBETCTBYIOLLUMX BbIXOAY nnaHapHbix MXB,
CYppOraTHbIX U BHYTPEHHEro CTaHAapToB.

MaccoByto KOHUEHTPaUmio KoHreHepos MNXB B SKCTpakTe aHanuanpyemoii Npodel G, HI/KT, paccunTbIBa-
IOT Ha OCHOBAHUW MOSYYEHHbIX CUrHaN0B ANA KaXA0ro KOHKPETHOro KOHreHepa no gopmyne

C =(S,)m; AS)(RRF),M, (10)
rae S, — nnowaab nuka koHreHepa MXB Ha pekoHCTPYyMPOBaHHOW XpoMaTorpamme;
m; — KOMWYECTBO BBEAEHHOIO M30TOMHO-MEYEHOIO CypporaTHoro CtaHaapTa, Hr;
S — nnowaab NMKa COOTBETCTBYIOLLEIO KOHreHepa n30TOMHO-MEUYEHOro CypporaTHoro craHaapra
MXB;
(RRF),— OTHOCUTErnbHbIN haKkTop OTKNUKA ANA UHAUBMAYaNbLHOrO KoHreHepa MXB, paccunTaHHbI No
topmyne (9);
M — Macca obpasua, B3ATOrO ANs aHanuaa, Kr.

KoahdWUNEHT K3BMIEYEHNA KOHKPETHOrO KOHFeHepa W30TOMHO-MEYEeHOr0 CypporaTtHOro craHpgapra
(REC)¢ onpenensetca no goopmyne

(REC)s =(S 5,)m, ASpIms(RRF), 1)
rae Sg,, — nnowiaab nuka KOHKPETHOTO KOHFeHepa M30TOMHO-MEYEHOr0 CyppOraTtHOro CtaHaapra Ha
PEKOHCTPYMPOBaHHO XpOMaTOrpaMMe aHanm3npyemoro oopasua;
m, — KONWYECTBO BBEAEHHOIO B aHanu3upyeMslii obpasel, BHyTPEHHero craHaapTa, Hr;
Sk — nnowlab NuKa BHYTPEHHEro CTaHgapTa Ha PEeKOHCTPYWPOBAHHOW Xpomarorpamme
aHanusnpyemoro obpasua;
mg — KONWYECTBO BBEJEHHOr0 B aHanuaupyemblii obpasel, M30TOMHO-MEYEHOr0 CyppOraTHoOro

cTaHaapTa, Hr;
(RRF)s, — OTHOCUTENbHBLIA (hakTop OTKNMKA ANs WHAUBUAYarbHOTO KOHreHepa W30TOMHO-MEYEHOro
CypporaTHOro ctaHzapra onpeaensieTcs U3 rpagympoBOYHOro pacTeopa no opmMyne

25



FOCT 31792—2012

RRF g =(S surMys/ (S 1) Msyrs (12)
rae S, — NNowaab NuKa MHAMBNAYAMNbLHOTO KOHIEeHepa M30TONHO-MEYEHOT0 CyppOraTHOTO CTaHaapTa
Ha PEKOHCTPYMPOBAHHON XPOMATOrpamMMe rpagyupoBOMHONO PacTBOpa;
S — nnowaab NuKa BHYTPEHHEro CTaHAapTa Ha PEKOHCTPYMPOBAHHOW XpomartorpaMmme rpagyu-
POBOYHOIO pacTBopa;
myg — MaccoBasi 10Msi BHYTPEHHEro CTanaapTa B rpagympoBO4HOM PacTBOPE, Hr;
Mg, MaccoBas 10N N30TONHO-MEYEHOTO CypPOraTHOro CTaHaapTa B rpaayMpoBOMHOM PacTBOpe, HI.

OnpeaenexHue nnowaaei NMKOB NPOBOAAT NO PEKOHCTPYMPOBAHHBLIM Macc-xpoMarorpammam nubo ans
OZIHOTO U3 ABYX MOHOB M1 unu M2, ykaszaHHbix B Tabnuue 16, nmbo AnA ABYX MOHOB C yCpEeAHEHUEM pe3yrib-
TaroB, NGO N0 cymMme NnoLyaaein CoOOTBETCTBYIOLLUX NMUKOB HA 06enx Macc-xpoMmarorpammax.

8.7 XapakrepMCTUKU NOrpeiHOCT U3MEePEeHUn

XapakTepucTuku NOrpeLLIHOCTU U3MEPEHUI AN Pa3NUYHbIX KOHUEHTpauuin koHreHepos MNXB npuseae-
Hbl B Tabnuue 19.

Tabnuya 19
[IManasoH MaMepAeMbIX KOHLIEHTPaLyil IpaHWUBI UHTepBana, B KOTOPOM Mo- OTHOocUTeNbHOE CTaHAapTHOe
KOHI’eHep s NXB H:/fr pay rPELWHOCTb HAXOAUTCA C BEPOSTHOCTLIO OTKMOHEHNE BOCNPON3BOAUMOCTHU
pol ' P=0950,+% oR%
Ot 0,5 no 50 Bkntou. 22 31
Cs. 50 o 500 Bkrnitou. 13 26

8.8 OchopmneHue pesynbLTaToB U3MEpPeHUn

MpOTOKON UCNLITAHWI JOJMKEH COAEPXKATb, KAK MUHUMYM, Cnieayiowme CBeaAeHUs:

- BCIO MHOpMaLMIO, HeoBXxoaUMYIO ANs MCHepnbIBalOLLEH naeHTUcukauumn npoobe;

- METOA UCTbITAHUA W ONpeAenseMblil 9NIEMEHT CO CCbINIKOI Ha HACTOSALWMIA CTAaHAAPT,

- pe3ynbTaTtbl UCMbITAHUI C yKa3aHUeM eAUHUL U3MEPEHWi;

- copgepxanHue nunuaos B oopasue no NOCT 7636;

- naty otbopa npobbl u cnocob otbopa (eCnu OH U3BECTEH);

- AaTy OKOHYaHWSA NPOBEAEHUS UCNBITAHUS,

- MKHGOPMALMIO O BbINOSHEHUU TPEGOBaHWII K NOBTOPAEMOCTHN PE3ynbLTaTos;

- BCE JieTany NpoBeAeHUs! UCTIbITAHWA, HE OTOBOPEHHbIE B HACTOSALLIEM CTaHAapTe UMK HE CYMTaLWmecs
obsazaTenbHbIMK, @ Takke BCE MHLUMAEHTLI, HAbnAaBLWIMECA NPU NPOBEAEHUU UCTILITAHUA, KOTOPLIE MOFMN
MOBMUSTb HA KOHEYHbIN Pe3ynbTar.

Pesynbratbl U3MepeHUsi MacCOBOWM KOHLIEHTpaUMKU MHAWBUAYASIbHLIX KOHreHepos nnaHapHbix MXB Ci
npeacrasnsioT B hopme:

Cit A Hr/kr, (13)
rae Ci — KoHUeHTpauusi koHreHepa MXB B npo6e, Hr/kr;
A — TrpaHuua uHTepBana, B KOTOPOM abCoMIOTHAS NOrPELUIHOCTb M3MEPEHUIN KOHLIEHTPALMKN KOHIreHe-

pa MXB, Hr/kr, HAXOAUTCA C AOBEPUTENBHON BEPOATHOCTLIO P = 0,95,
XapakTepucTUKy NorpeLlHOCTU BLIMUCASAIOT No hopMyne

A =0,015 Cij, 14)

rae § — rpaHuLUa MHTepBana, B KOTOPOM OTHOCUTENbHASA NOrPELLIHOCTb M3MEPEHUN KOHLIEHTPALIMKU KOHre-
Hepa MXB, %, HaxoaUTCA C 4OBEPUTENBHON BEPOSATHOCTLIO P = 0,95.
Honyckaercs pesynsrarbl MU3MEPEHUN B AOKYMEHTAX, BbigaBaeMbix riabopatopueit, nNpeacrasnATh B
Buae

Ci £ A, Hr/Kr, NpU YCIIOBUM, YTO A <A, (15)

rae A, — 3HaYeHne XapaKTepUCTUKN NOTPELUIHOCTH PE3YNLTaTOB U3MEPEHUH, YCTAHOBNIEHHOE NPU peanu3sa-
UMM AaHHOI MeToAMKM B nabopartopuu n o6ecnevyeHHoe KOHTPONEM KavyecTBa pesynsLraTos.
PekomeHayemas chopma npoTokona npeacrasneHa B npunoxeHuu I
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8.9 KoHTponb KayecTBa UsMepeHun

KoHTponb kadecTBa uamepeHuit 0b6ecrneunBatoT BbINOMHEHWEM CNeayIoLMX YCIIOBUNA:

- aHanu3 npo6 npoeoasAT cepusamu. Kaxxaas cepus Bkmoyaet Ao 11 nonesbix 00pa3uos, OAUH U3 KOTO-
pbiX aHaNU3UPYIOT aABaXabl (AyGnukar), obpaser cepTuuLMpoBaHHOrO MaTepuana ¢ 3aaHHbIM coaepXXaHu-
em MXB u npoueaypHbit xonocTon obpaseLl;

- ONepaTUBHLIA KOHTPOSb TOYHOCTU U NMPABUIILHOCTU U3MEPEHMIF 06ecneYnBaeTca aHanM3oM U30TOMHO-
MEYEHBIX CyppOraTHbIX CTaHAAPTOB — aHaroroB onpeaenseMbiX BELLECTB, BBOAMMbIX B KaXabln oOpasew, Ha
cTaauu npobonoaroToBKU.

JonyckaemMble KpUTEPUM KA4YeCTBA aHanNu3a:

- coaepykaHue MHAMBMAYarnbHbIX KOHreHepoB MXB B npoLeaypHOM X0NoCTOM obpa3sue meHbLue 10 Hr;

- onpeaensiemoe cogepxaHue koHreHepoB MXB B8 ceptuuumpoBaHHOM maTepuane 4OSPKHO COOTBET-
cTBOBaTh ceptudukarty aHanusa ans 90 % onpeaensaembiX COEAUHEHUN;

- OTKNOHEHME pe3ynbLTaToB Npu aHanuse aybonukatos — He bonee + 25 % OT cpeaHero 3HaYeHus NAC
BenuuuHa npeaena obHapyxeHus metoga aAns 90 % onpeaensieMbiX COeAUHEHUI (ONepaTUBHBIA KOHTPONb
BOCMPOU3BOAUMOCTH);

- 3Ha4EHNA BENUYUHBI N3BNEYEHNs KOHreHepoB (REC),, paccunTaHHble, Kak ykasaHo B 8.6, HaxoaaTca B
ananasoHe 50 % — 110 %;

- YyBCTBUTEMNBLHOCTL Npubopa onpeaensoT OAMH pas B AeHb (MW NOCNE HACTPONkK npubopa) nyrem
aHanusa CTaHgapTHOro rpaaynposoyHoro pacreopa B1 MXB. MNpuemneMbin KpUTEPUIn Ka4ecTsa — COOTHO-
weHue curdan — wym 6onbLe (10:1) ana MXB 180;

- Xpomarorpacuyeckoe paspeLLeHne noaATBEPKAAIOT aHaNM3oM rpagyupoBOYHOrO pacTBopa, NPOBOAU-
MbIM 40 W NOCMe aHanu3a aHanuTuyeckon cepuu. MpuemneMmoe 3aHadyeHne — pasaeneHune nukos MNXB6 123 un
MXB 118 COOTBETCTBYET YCNOBUIO:

2h/(H, + Hp)< 0,9, (16)

rae h — BbICOTA JONUHBI MEXAY NMUKAMU KOHFEHEepOB;
Hy n Hy — BbICOTbI NMUKOB;

- Macc-CnekTpanbHoe paspeLueHue, onpeaeneHHoe nNpu HaAcTpoike Nnpubopa, COCTaBMAET ANsl HU3KOro
paspeLleHusi He Hmxe 0,8 a.e.M BO BCEM Anana3oHe Macc NPOBOAMMbIX U3MEPEHWUH;

- NIMHENHOCTb KanMBpOBKM MHCTPYMEHTa OMpeaensioT Mo aHanu3y nsTU rpagyMpoBOYHbLIX PacTBOPOB
MXB. Kputepuii kayectea — AONYCTUMOE CTaHAAPTHOE OTKIIOHEHWE PaCCYMTAHHOTO OTHOCUTENbLHOIO haKTo-
pa otknuka (RRF), BOMXHO ObITb MeHbLue 20 %;

- cTabunbHOCTL paboTbl MHCTPYMEHTA NOATBEPXKAAETCA A0 U NOCne aHanusa cepum o6pasuoB nNyTem
aHanu3a rpagymposo4vHoro pactsopa MXB B2. Kputepui kauecrBa — pasnuumsa 3Ha4Y€HUIH BENIMUYUHBI OTHO-
cuTenbHoro oTknuka (RRF),, paccuuTaHHble 40 U MOCNE aHanusa cepun o6pasLoB, He A0SKHLI NPEeBbILLAaTL
+ 15 %;

- MPOBEPKY YUCTOTbl UHCTPYMEHTA Ha CoAepXXaHue aHanu3MpyeMbiX KOMMNOHEHTOB NPOBOAAT Nocne
Kaxgoro aHanu3a rpayMpoBOYHOr0 CTaHAAPTHOIO pacTBOpa NyTeM WMHXEKUMU aekaHa. MNpueMnembiv kpu-
Tepun — 3HaYeHNe BHOCMMOI OWKMOKKN 3a cHeT hOHA MHCTPYMEHTA He JOMMKHO NpeBbiwaTh 1 % OT cpeaHero
3Ha4yeHus onpeaensemMbiX KOHLUEHTPaLUi.

Mpu HeBbINONHEHUM MIOGOro U3 NEPEYUCNEHHBIX YCIOBUIA MPUHUMAIOTCS MePbl NO BLISBAEHWUIO NPUYUH
1 MOBTOPSIETCS aHanu3 naptuu npoo.
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Mpunoxexune A
(cnpaBouHoe)

JMOKCUHOBBII 3KBUMBaneHT TOkCuYHocTH (TEQ) konrenepos NXAN/0P

A.1 [IMOKCMHOBbIN 3KBUBaANEHT TOKCMYHOCTYU (TEQ) koHreHepos MXAL/AD u anokcuHonogobHbix MXB — 3HaveHue,
BbIPaXEHHOE B OTHOCUTENbHLIX BENUYMHAX TOKCUYHOCTH, YCTAHOBNEHHLIX BceMUpHoii opraHusaLmeii 34paBooxpaHeHmns,

npvBeaeH B Tabnuue A1,

Tabnuya A1

u aAnokcuunoaoGHbix NXB

KoHreHep TEQ KoHreHep TEQ
OnbeH3o-n-guokcuHsbl (MXA4): OnokenHnogo6Hble MXB:
2,3,7,8-TX04 1 He-opTo MXB:
1,2,3,7,8-MeXdq 1 MXB 77 0,0001
1,2,3,4,7,8-frexga 0,1 MXBb 81 0,0001
1,2,3,6,7,8-fexga 0,1 MXB 126 0,1
1,2,3,7,8,9-Texga 0,1 MXB 169 0,01
1,2,3,4,6,7,8-"XA0 0,01 — —
oxpa 0,0001 —_ —_
OubeHsodpypansl (MXOD):
2,3,7,8-TX0® 0,1 MoHo-opTo MNXBE:
1,2,3,7,8-MeXA® 0,05 MXB 105 0,0001
2,3,4,7,8-NexX® 0,5 Nnxe 114 0,0005
1,2,3,4,7,8-Nrexo 0,1 MX6 118 0,0001
1,2,3,6,7,8-frexo 0,1 MXB6 123 0,0001
1,2,3,7,8,9-TexJ® 0,1 MXB 156 0,0005
2,3,4,6,7,8-Texd 0,1 MxeB 157 0,0005
1,2,3,4,6,7,8-IxXd 0,01 MX6 167 0,00001
1,2,3,4,7,8,9-IxJd 0,01 MXB6 189 0,0001
(9,01 0,0001 — —
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MpunoxeHue b
(cnpaBo4HOE€)

KonoHku ana aHanunsa

B.1 KonoHkn Ansa aHanusa npusBefeHbl Ha pucyHkax b.1—b.4

1— cmnbTp WoTTa; 2 — PTOPONNACTUKOBLIA KpaH; 1— dmnbTp WoTTa; 2 — PTOPONNACTUKOBLIA KpaH;
3 — CTEeKISAHHBbIA HAKOHEYHWK 3 — CTEKNSAHHbIA HAKOHEYHUK
PucyHok B.1 — KonoHka gna akctpakuuu PucyHok B.2 — KonoHka Bio-Beads SE-X3

29



MOCT 31792—2012

025

08

1— 6e3BoaHbIN Na2S04; 2 — akTMBMpPOBaHHbI Si02;
3 — Si02H2S04; 4 — akTMBMpPOBaHHbI Si02;
5 — Si02NaOH; 6 — akTmBMpoBaHHbIii Si02

PucyHok 6.3 — KonoHka g4na mMynbTUCNOWHOro copbeHTa
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PucyHok 6.4 — KonoHka gna HaBecku A120 3 maccoil 5r



MpunoxeHue B
(cnpaBouyHoe)
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dopma npeacTaBreHUA pe3ynbraToB aHanu3a Ha cogepxanuve NXA4/NXO0P

NPOTOKOJ KONMMYECTBEHHOIO XMMUYECKOIO AHAJTU3A Ne

3aKas4yuk

Onucanue npobbl

Kog, obpasua 3akazduka
[Hata nonyyeHus npob
[Hata aHanun3a npo6

OnpepensaemMble KOMNOHEHTbI: NONMUXIOPUPOBaHHbIe ANGEH30-N-ANOKCUHBI N AnbeH3odypaHsl (MXOMXOD)

MeTop aHanuaa:

MaTtpuua

OﬂpeﬂeﬂﬂeMblVI KOMMOHEHT

[IMOKCVMHOBBLIN 3KBKBATIEHT,

PesyneraThl aHan13os

TEQ KoHueHTpaumsa, Hr/kr Kg”#ggzarmﬂ
2,3,7,8-TX00 1
1,2,3,7,8-MeXna 1
1,2,3,4,7,8-T'exaa 0,1
1,2,3,6,7,8-T'exaq 0,1
1,2,3,7,8,9-TeXaq 0,1
1,2,3,4,6,7,8-Mmxn0 0,01
oxan 0,0001
2,3,7,8-TXO® 0,1
1,2,3,7,8-NeXAd 0,5
2,3,4,7,8-MexXO® 0,5
1,2,3,4,7,8-TeXdP 0,1
1,2,3,6,7,8-TeXdd 0,1
2,3,4,6,7,8-M'eXJo 0,1
1,2,3,7,8,9-TekXdd 0,1
1,2,3,4,6,7,8-MxXA® 0,01
1,2,3,4,7,8,9-MrxXA® 0,01
oxao 0,0001

CyMMapHas KoHUeHTpauusa B TEQ), Hr/kr

Opyrue TXOA

Opyrue TXOD

LOpyrue NexAA

Opyrue MNexXo

AOpyrue M'eXAa

Apyrue MeXAd

Opyrve MXA4

Opyrve MXAo
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OkoHYaHue mabnuupbl

CypporaTHblii cTaHaapT

Mpeaen oBHapyxeHUA, HIr/Kr

N3BneyeHune, %

13C,,) 2,3,7,8-TXA0

13C,,)2,3,7,8-TXA®

13C,,) 1,2,3,7,8-MeXAN

13C4,) 1,2,3,7,8-MeXdd

1,2,3,6,7,8-MeXA

13C,,) 1,2,3,4,7,8-TkxA0

13C,,) 1,2,3,4,6,7,8-MnXA0

)
)
)
)
)
)
)
)

13C,,) 1,2,3,4,6,7,8-TnX0d

(
(
(
(
(3¢,
(
(
(
(

13¢C,,) OoXaa

CopepxaHue nunuaos B npobe, %

JIM4yHas noagnNnch OTBETCTBEHHOMO UCMNOMHUTENSA
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Mpunoxenue I
(cnpaBouHoe)

FOCT 31792—2012

dopmMa npeacTaBneHus pesynLTaToB aHanu3a Ha coaepXaHme nnaHapHbIX
NONUXNOPUPOBaHHLIX GudeHnnos

NPOTOKOJ1 KONUWYECTBEHHOIO XUMUYECKOIO AHATIU3A Ne

3akasuuk

OnucaHue npobbl

Kop obpasuya 3akasuuka
[ata nony4eHunsa npo6
[Harta aHanusa npo6

OnpepgensemMble KOMNOHEHTHI: NONUXNOPUPOBaHHLIE NNaHapHble GUdeHNNbI

MeTtop aHanusa:

Koa npobbl MaTtpuua
PesyneraTtel aHanusos
KoHreHep MNXB TEQ
KoHueHTpauus, Hr/kr | KoHueHTpauma B TEQ, Hr/kr

MXB681 0,0001
Mxe 77 0,0001
Mxe 123 0,0001
MNxe 118 0,0001
MNxe 114 0,0005
MXB 105 0,0001
MXB 126 0,1
MXB 167 0,00001
MXB 156 0,0005
MXB 157 0,0005
MXB 169 0,01
MXB6 180 —
MNXxe 170 —
MNX6 189 0,0001

CyMMapHag KoHuUeHTpauma TEQ, Hr/kr

CypporaTHbIin cTaHAapT

Mpesen obHapyXeHUs, Hr/Kr

NsBneuveHue, %

NXB 81 (13C,, 99 %)

MXB 77 (13C,, 99 %)

MXE 123 (13C,, 99 %

NXB 118 (13C,, 99 %

NXB 114 (13C,, 99 %

MXB 105 (13C,, 99 %

(
(
(
(
(
(

nXe 167 (13C,, 99 %

MXB 156 (13C,, 99 %

NXB 157 (13C,, 99 %

)
)
)
)
NXB 126 (13C,, 99 %)
)
)
)
)

NXB 169 (13C,, 99 %
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OKoHYaHue mabnuubi

CypporaTHblii cTaHgapT

MpeAaen oBHapyXeHUs, HI/Kr

M3BneveHue, %

MXB 180 (13C,, 99 %)

MXB 170 (13C,, 99 %)

MXB 189 (13C,, 99 %)

CoaepxaHue nunugos B npobe, %

JlnyHaa noanucb OTBETCTBEHHOMO UCMOSNMHUTENSA
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YK 664.951.4:006.354 MKC 67.120.30 H23

KnioveBble CnoBa: AWMOKCUHbI, AWOKCMHMOAOOHLIE NOMMXNOPUPOBaAHHbIE OudeHunbl, XpoMaTto-mMacc-
crnekTpomeTpust
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