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YTBEPXJIAIO

PyxoBonnrens ®enepamHoi cirykObi
[0 HaJ30py B cepe 3ammMTEHI Npas
noTpeGuTeneil u 61aronoxyyus 4enoBeKa,
I'naBHBIH rocy1apCTBEHHLIH CaHUTapHBIH
Bpadq Poccutickoit ®epepanun

I'. T'. Oxuenxo
26 mapta 2010 T.
Jlara BBEIEHUA: C MOMEHTA YTBEpPXKACHHA

4.1. METOJbl KOHTPOJIA. XUMHWYECKHME ®AKTOPHI

Onpenenenne crupoa, penosia n HapTajmAA B BO3AyXe
METO/IOM XPOMATO-MACC-CNIEKTPOMETPHH

MeToanueckne yKazanus
MYK 4.1.2594—10

1. O6aacTs NpEMeHEHAN

1.1. Hacrosmine MeTOAMYECKHE YKAa3aHWA YCTaHaBIUBAIOT METOMMKY
KOJIUYCCTBCHHOI0 XUMHUYCCKOr0 aHaJIM3a BO3AyXa JIA OINPCHCIICHHA B HEM
coaepkaHuA CTHpona, (eHona M HadTanMHa B IHaNia30HE MacCOBOH KOHIEH-
tpaman (0,001—0,05) Mr/m’.

1.2. Hacrosmue MeToAMHECKHEe YKa3aHUs pa3paboTaHbl ¢ Lejblo obec-
TieYeHUs aHATUTHIECKOIO KOHTPOJIA COOTBETCTBHA YPOBHSA COACPXKARHA CTH-
pona, deHona n HadgranuHa B BO3XyXe HX IMIMEHHYECKUM HOpMaThBaM. Me-
TOAMKA METPOJIOTHIECKH ATTECTOBAHA B YCTAHOBJICHHOM MOPSAKE.

1.3. MeTtomudeckye yka3aHHMsA NpefHasHa9eHb! JUIA 1abopaTopuid LEH-
TPOB THUTHEHK! M drmaemMuonorun PocnoTpebHansopa, a Takxke MOryT ObiTh
HCIONB30BaHBl CAHWTApHBIMH 1a60paTOpPHUAMH TIPOMBILUICHHBIX MpEXNpH-
ATHH, Hay1HO-HCCIENOBATENbCKHX HHCTHUTYTOB, paboTalomux B o6iaacTH
[MIHeHBl OKpYXalolie#t cpelisl, ¥ APYTMMH 3aMHTEPECOBAaHHBIMH OPraHH3a-
LHAMH.

2. Or3EKOo-XHMHYECKHE CBOHCTBA

Crupon; CsHsCH=CH,; CAS 100-42-5; Mon. Macca 104,15.
Crupon (BunmnGenzon, (GeHWIdTANEH, 3TeHWI0eH301M) — OGecupeTHas
KHAKOCTb C PE3KHM XapaKTepHbiM 3araxoM. Temmeparypa KMITEHHA —
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145,2 °C, mnoTHOCTE — 0,906 T/cM® (pH 20 °C), pacTBOPMM B OPraHHYECKHX
PaCTBODUTENAX U TPYAHO PaCTBOPHM B BOJE.

®enon, C¢HsOH; CAS 108-95-2; Mon. macca 94,12.

@enon (ruapoxcubenson, kapbonoBas Kucnora) — OecuBeTHoe KpH-
CTAAHYECKOe BENIECTBO CO cnenudmueckuM 3amaxoM. TeMmeparypa ILIaB-
nenas ~ 409 °C, Temneparypa kunenua — 181,75°C; mwioTHOCTE —
1,0576 r/eM® (mpr 41,0 °C), Ha Bo3AyXe ()eHON TMOCTENEHHO OKHCIAETCH,
pro6peTas PO3OBYIO MK KpacHylo okpacky. B 100 cm® Bomer nipu 15,0 °C
pacteopsiercs 8,2 r ¢eHona, Xopowo pacTBOPHM B CHHpTe, xijopodopme,
IOMITIIOBOM 3¢Hpe, Macnax ¥ Apyrux OpraHMdeCKHX PacTBOPHTENSAX.

Hadramm; CioHg; CAS 91-20-3; Mon. macca 128,17.

Hadranun (vadTaneH) — GecuBeTHOE KPHCTAJUIMYECKOE BEIIECTBO C Xa-
paKTepHBIM PE3KHM 3aliaXxoM; Temrnepatypa rasinenus — 80,28 °C, remmepa-
Typa kunenus — 217,96 °C, Bo3roHfieTcss HWXXE TeMIepaTypbl IUIaBIECHHS;
motsocTs — 1,168 r/eM® (mpu 22 °C). B 100 oM’ Bomsr npu 25,0 °C pacTso-
pserca 3,0 mr HadTanuHa, B cnupre — 4,18 r, XOpoImo pacTBOpPMM B OpraHH-
YeCKHUX PacTBOPUTENAX: GeH3one, Toyosie, AUITHIOBOM 3(upe, YKCYCHOMH
KHCIIOTE.

3. ToxkcHkoOrHYECKOE AciiCTBHE

Crapon — a1 061eTOKCHYECKOro AeHCTBUA; OKa3bIBaeT pasapaxaroniee,
ajuiepruyeckoe HeHcTBue; obnagaeT KOXKHOPE3opOTHBHLIM dddexToM; mpH
XPOHMYECKOA MHTOKCHKALMM IIOpaXaeT LEHTPaibHYI0 H IepHdepuyecKyio
HEpBHBIE CUCTEMBI, KPOBEHOCHBIE COCYABI, IEYCHb.

DeHON ABASETCH CWIBHBIM HEPBHBIM SIOM, oOnanaer obLieTOKcHue-
CKHM, Pa3sfApaXaloll¥M U APHKUralolKM AeicTBHEM, CIOCO6EH BCaCHBAThLCA
qepes KoxKy.

Hadranuu — semecTso, ob6nanaiomee onbpakTopHBIM U 0GImETOKCHYE-
CKUM [EHCTBHEM; MOPaXaeT HEPBHYIO CHCTEMY, MENYAOYHO-KMIIEUHBIH
TPaKT, TIOYKH; BHI3LIBAET OTPABJICHUE NMPH BIBLIXaHHH NApOB U NBLIH, IPOHH-
KaeT 4€epe3 KOxky.

Hcnonp3yrotcs npenenbHO AOIyCTHMbIE KOHILEHTPALMU CTHpONa, de-
Homa ¥ HadTanmHa B aTMoC)epHOM BO3Ayxe M BoO3myxe pabouell 30HBI
(ra6n. 1).
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Tabnuua 1

IpenesbHO AONYCTHMbIE KOHUEHTPALMH CTHPOA, PeHosia H HadTaauHa
B aTMoc(epHOM BO3AyXe

Cocmentie TlpeaensHO AOMYCTHMAS KOHLEHTPALMA, MI/M Knacc
MaKCHMAIILHO pa3oBas CpelIHecyTouHas ONacHOCTH
Cruposn 0,04 0,002 2
Deron 0,01 0,003 2
Hagranm 0,007 = n

4. Meron B3mepennii

H3mepenne KOHLEHTpaumif ctupona, ¢eHona u HadTanuna B BO3LyXe
BBIIIOJTHAIOT METOIOM XPOMAaTO-MacC-CIIEKTPOMETPHH.

Merox OCHOBAH Ha KOHUEHTPHPOBAHWH AHANH3MPYEMBIX BEINECTB W3
BO3[yXa Ha TBepAbIH cOpOeHT, mocieayoume repMoaecopOuuy, ra3oXpoma-
TorpauueckoM pa3feleHVH Ha KBapUEBOH KaNWUIAPHOM KOJOHKE, HACHTH-
(dHKanKH Mo Macc-CIIEKTPaM M KONMYECTBEHHOM ONpeJieIeHHH HO XapaKTe-
PHCTHYECKHAM MOJIEKYIAPHBIM HOHaM.

Huwxeunit mnpefen H3MepeHHd B aHATM3HpyeMoM o6beme npobn —
0,001 Mxr.

Onpefene o He MEMAlOT OPraHNdeCcKUe KHCIIOTHI, CITUPThI, YTJIEBONO-
POABI, 3PUPHI.

IIponomKHTENLHOCTh TPOBEACHHA TEPMOASCOPOIMM M XPOMaTO-Mace-
CNEKTPOMETPHYECKOTO aHanu3a 20 MuH.

5. CpeacTBa H3MepeHHuii, BcnoMorarejibHbie yCTpoiicTBa,
MATEPHMAIbI, PEAKTHBBI

IIpu BRINOTHEHNM H3MEPEHUI NMPAMEHAIOT CICAYIOIHE CPEACTBA U3ME-
PeHHif, BCTIOMOTaTelIbHbIEC YCTPOHCTBA, MATEPHANILI M PEaKTHBBI.

5.1. Cpedcmea uimepenuii

T"asossiii xpomarorpad Focus GC dupmsr
«Thermo Electron Corporation» (CI11A)
Macc-cnexrpometp Focus DSQ ¢upmel
«Thermo Electron Corporation» (CIIIA) ¢
NIPOrpaMMHLIM 00ecTIeYeHHEeM CHCTEMBI c6opa
u o06paborku nanubIX Xcalibur 1.4 ¢pupmer
«Thermo Finnigany (CILIA)

(unu nopoOHBIN, UMEIOIMY cepTHdHKAT
Toccranpapra Poccu, 3aperdCTppOBaHHbIA
B [ocynapcTBeHHOM peecTpe CPesCTB
H3MepeHuif)
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bubnuotexa macc-cnexTpos NIST 02 wiu
WNIST’05 HanmoHaIbHOTO HHCTHTYTa
cranaapToB U TexHonoruu CLLUIA
TepmonecopGep Unity dpupmbr «Markes»

(BenukoOpuTaHus)

Bapomerp-anepoun, T M-67 TV 25-04-1797—75
Becsl ananutuueckue gaboparopusie BJIA-200 I'OCT 24104—2001
Kon6st mepusie 1-50-2, 1-100-2 I'OCT 1770—74E
Mepri Macchl TOCT 7328—2001
Muxpommpu ra 10 Mv® upmer «Hamilton»

(UIBeitapus)

MuxponymieTka MepHas rpanyvposassas 8-2-0,1  [OCT 20292—74
IuneTky rpanyupoBanusle 2-1-2-1, 2-1-2-2,

2-1-2-5 roCT 2922791
TepmoMetp nabopatopubiit mKanbabl TJ1-42,

npenen uamepenua 0—355 °C,

neHa geneunns — 0,1 °C TV 25-2021.003—88
VerpoiictBo npoboor6opHoe SKC 222-3SR-04

¢dupmei «SKC Ltd» (CILIA), obecneynBatomee oT6op

npo6 Bo3gyxa co ckopocTeio 0,05—0,2 1M’ /MHH

€ npeAesioM OMyCKaeMo OTHOCHTENbHOM

norpeinnoctu 5,0 % (unu npoGootGopHoe

YCTPOICTBO C aHAJIOTHYHBIMU XapaKTEPHCTUKAMM)

5.2. Bcnomozamenvnsie ycmpoiicmsa

Kononka kBapueBas kanumuiapsas DB-5MS

(5 % nudenun- u 95 % NUMETHINONUCHITIOKCAH)
¢dupmel «J&W Scientificy (CHIA) miusoi 30 M,
BHYTpPEeHHUM 1aMeTpom 0,25 MM u

TONUUHOM fueHKH 0,25 MkM

Komripeccop BO3XyIIHbIH Ge3MaciaHbil ¢

npsMoit nepepageit monens F.ILA.C. ¢pupmst
«F.1.A.C.» (Mtanusg) ¢ MaKCHMAaJLHBIM JIABICHHEM
IKcmtyaranuu 8,0 aTM WM aHIOTHYHbIA

Tpy6xu copOIIMOHHBIE H3 MOJIMGASHOBOrO CTEKIA
JUtHOM 89 MM M BHYTPEHHUM JHAMETPOM 4 MM,
3aroJIHeHHbIe NoMMepHbiM copberToM Tenakc TA
(monu-2,6-audennn-n-peHuneHokcH ), Hpakuus
0,18—0,25 mm (60-80 menr), pupmsr «Supelko» (CILIIA)
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Kpuodoxycupyromas oByIlka — KBaplLesas Tpy0xa

JnuHoH 60 MM, BHYTPEHHHM IMaMeTpoM 2,9 MM 1

IHaMeTpoM | MM BO BXOZHOM OTBEPCTHH ¥ 2 MM B

BBIXOJHOM OTBEPCTHH, 3alIOTHEHHasA KOMGHHMPOBaH-

HbM copbenToM Terakc TA u Carbograph 1TD (1 : 1),

$pakuug 0,18—0,25 mm (60—80 Mein) KaxabIif,

¢upme «Markesy (BennkoGpuranns)

OKcHKaTop T'OCT 25336—382

5.3. Mamepuans:
Tenmif razoo6pasHblit (CXaThiif) OYHILICHHBIMH

MapkH «A» B 6ajuoHe TY 51-940—80
3armyniky ¢TOPOIIACTOBLIE I COPOLIHOHHBIX

Tpy6OK

XnomuaTo6yMaXKHbIe EPYATKH I'OCT 5007—87

5.4. Peaxmugst

Hadyranus ¢ conepkaHieM OCHOBHOTO BEILECTBA

He meree 99 % no karanory ¢pupmer «Mercky,

KaTalnoxHbIA Homep 820846

CIupT 3THIOBHIH, X.4. I'OCT 18300—87

CrHpon ¢ cogepxaHyueM OCHOBHOTO BELLIECTBA

He MeHee 99 % no karanory GpapMb1 «Merck»,

KaTanoxHsii Homep 807679

deHou, CTaHIapTHBINM 06pasel] B METaHoJie

(0,1 mr/cm®) HITO 3A0 «KprcMacy I'CO 7355—97
JonyckaeTcs NpAMEHEHHE APYTMX CPEACTB H3MepeHuid, BCIIOMOraTelb-

HEIX YCTPOHCTB, MaTEpHAIOB H PEaKTHBOB C METPOJIOTHYECKUMHU H TEXHUYE-

CKHAMM XapaKTePHCTHKaMH, COOTBETCTBYIOMIMMH YKa3aHHEIM.

6. TpeGoBanns GesomacHocTH

6.1. ITomemenue Ui NPOBEACHHS U3MEPEHHI OKHO COOTBETCTBOBATh
Tpe6oBanuamM CHrlII 21-01—97 «floxapHas Ge30nacHOCTh 34aHUM H COOpY-~
xenuii» 1 CHull 2.01.02—85 «IIpoTnBonoxaprsie HOpMEI». [Tpu BeIONIHE-
HUH paboT A0omkHE GbITh COGMOAEHE MEPEI IPOTHBONOXApHOH Ge30macHo-
CTH B COOTBETCTBHH ¢ Tpe6oanuamu 'OCTa 12.1.004—91. B nmaGoparopun
JIOIDKHBI AIMEThCA cpefcTBa noxkaporymenns o 'OCT 12.4.011—89.

6.2. Ilpn paboTe ¢ XMMHYECKAMH BEMIECTBAMHM H PEAKTHBAMH HEOOXO-
JUMO CcoOmonath TpebOBaHUA TEXHUKHM 6€30MacHOCTH, YCTAaHOBJICHHbIE 1A
paboT ¢ TOKCHYHBIMH, €AKHMH M JIETKOBOCIUIAMEHSIOMUMHUCA BEMIECTBAMH
no T'OCT 12.1.007-76 u 12.1.005—88. ITpu paGore Beobxonumo cobmoaaTh

7
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«[TpaBuia no TexHuke 6€30MaCHOCTH H NPOM3BOACTBEHHOM CAHUTApHHU NPH
pabore B xuMHyeckux Jaboparopusax», yrteepxkaeHnsie M3 CCCP
20.12.1982 (M., 1981).

6.3. Ilpu BLINOJHEHMH M3MEPEHHMH C MCNOJNL30BAaHHEM XpOMATO-Macc-
cnekTpoMeTpa HeoOXOMMMO coboAaTh NMpaBwia 3neKTpo6e30nacHOCTH Mo
FOCT 12.1.019—79 u «IlpaBuna 3KCILTyaTallu SNEKTPOYCTAHOBOK IOTpe-
6uresneit», yrsepxaennble I'oconepronamopomM CCCP 21.12.1984, a taxxe
MHCTPYKLMH N0 3KCILTyaTauuy npubopos.

6.4. INpu pabore ¢ bauioHaMH resis HeoGxoaumo cobmonats «IIpaBu-
Jla ycTpoicTBa M 6€30MacHOi JKCINTyaTallHM COCYOB, PaboTalomMX NOA
JAaBjeHdeM», yTBepxkaeHHse I'ocroprexnansopom CCCP 27.11.1987 (M.:
Henpa, 1989).

7. TpeGoBanus k KBaIH(GHKALHE ONEPATOPOB

K BbiNoNHeHMI0 U3MEPEHUH AOMYCKAIOTCA JIMLA, UMEIOILHE OIILIT pabo-
Thl Ha XPOMAT0-Macc-CIEKTPOMETPAX; M3yYMBLINE TEXHUYECKOE OMNMCAHHE
U3MCPUTENIBLHOrO NPUOOPa ¥ METONUKY BBINIOIHEHHA N3MEPEHHUH; 00yJeHHBIe
B cootBeTcTBHH ¢ [OCT 12.0.004—90 1 umerouine KBaTHPHUKAUMIO HE HIDKE
HHXeHepa-XHMHKa; OPOMeNie NHCTPYKTAK MO TEXHUKE GEe30macHOCTH Ha
paboyeM MecTe U 03HAKOMJIEHHBIE C NpaBHIaMH 06cITy >XxHBaHUA ipubopa.

8. YcioBua u3mepennii

8.1. Ilpn npoBeneHny NMpoLECCOB TPUIOTOBJIECHHA PacTBOPOB, MOAroO-
TOBKE Npo6 K aHanuW3y M BLIMONHEHHH U3MEPEHHIl B COOTBETCTBHM C
I'OCT 22261---94 coGmoaaioT cieAyIoIne KIMMaTHYeCKHE YCITOBUA:

e TeMnepatypa Bo3ayxa 15—30 °C;

¢ atmocdepHoe naBiaeHue 630-—800 mm pr. cT. (84—106 xITa);

® BIAXHOCTh BO3Myxa He Gonee 80 % npu Temneparype 25 °C.

8.2. BrinonxeHue m3MepeHHN Ha XpoMaTO-Macc-CIEKTPOMETpE IPOBO-
IAT B YCAOBHUAX, PEKOMEHIOBAHHEIX TEXHUYECKOH NOKYMEHTaLMel Kk npubopy.

9. lMoaroroBKa K BHINOJIHEHHIO H3MepPeHHi

Ilepen BeIMOJIHEHMEM M3MEpEeHMH NMPOBONAT CIAEAylomMe paboThl: MpH-
FOTOBJIEHHE PACTBOPOB, NOATOTOBKa COPOLHOHHBIX TPYOOK, NOArOTOBK2
XpoMatorpadhudeckoii KONOHKH, YCTaHOBJNEHHE TIpaJyHMPOBOYHBIX XapaKTe-
PHCTHK, 0TOOp npod.

9.1. Ipuzomoenenue pacmeopos

Hcxoouoti pacmeéop cmupona, ¢enona, Haggpmanuna ors zpadyuposxu
(C = 1,0 mcr’)
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Bisemmsator 1o 100 Mr crupona W HadTanuHa, pe3ysibTaT B3BELIHBa-
HHA 3aIMCHIBAIOT J1O 4-ro pecsruaHOrO 3HaKa. HaBecku cTupona, HadpTaHHa
ulcs CONEPXHMOr0 aMITyJILI I'CO denona B meranone ¢ KOHUEHTpauuei
100 Mr/cM’ BHOCAT B MepHYIO k0nGy BMeCTUMOCTHI0 100 cm’, 0BOIAT 06BEM
3TaHOJIOM JI0 METKH H TIHATENBHO NEPEMEMINBAIOT. Paccqmmalor 3Ha4YeHHne
MaccoBO} KOHUEHTPALHU MCXOXHOrO pacTBopa. CpoK XpaHEeHHs UCXOIHOTro
pacTBOpa B X0A0MIbHHKE — 30 gueil.

Pabovuii pacmeop cmupona, enona, nagpmanuna (C = 0,05 me/cm’).

5 cm3 ACXOIHOTO PacTBOpPa BHOCAT B MEPHYIO KOJOY BMECTHMOCTBIO
100 cM’, XOBOIAT 0GBEM 3TAHONOM O METKH H TIIATENHHO NEPEMCIIHBAIOT.
Paccqmlsam'r 3Ha4YEHWE MacCOBOH KOHICHTpalumM pabouero pacTBoOpa.
Cpok xpaHeHus pabouero pacTBopa B XOJNOAMIbHUKE — 7 JHEH.

I'padyuposounsie pacmeopet cmupona, gpenona, nagpmanuna

I'panyHpoBOYHEIE PaCTBOPbI FOTOBAT B MEPHBIX K0JI6aX BMECTHMOCTBIO
50 cM’. Jins 5T0ro B KaXAy!0 KOGy BHOCAT MHMMeETKOH paGoumit pacTBOp B
COOTBETCTBHH C Tabl. 2, TOBOAAT OOBLEM 10 METKH 3TAHOJIOM H TIIATENIBHO
NEpEMEIIMBAIOT. PacCIHTHIBAIOT 3HaUEHHE MacCOBOl KOHLEHTPAUUH IPafyM-
poBoYHOrO pactBopa. Cpok XpaHEeHHs rpalyHpPOBOYHBIX PaCTBOPOB B XOJO-
JUIIbHUKE — 2 CYTOK.

Tabnuuya 2
HomMHBHaIbHbIE 3Ha4YEeHUR MACCOBOH KOHIEHTPAUMHM
FPaAyHPOBOYHLIX PACTBOPOB
Homep pactsopa A4 rpagynpoBKu 0 ] 2 3 4 5
O6beM paGoqero pactsopa
(C 0 05 MF/CM ) CM3 0 0,1 0,5 I,O 2,0 5,0
KOHLIEHTpaLKs BELIECTBA B rpa-
IyMpOBOUHOM pacTBope, Mxr/cM’® 0 01 105 [ 1,0 | 20 ] 50
Cosepsxanue Belectsa B 10 MM®
IPIYHPOBOTHOTO PACTBOPA, MKF 0 10,001]0,005}| 0,01 { 0,02 { 0,05

9.2. Iloozomosxa copbyuoHRbIX Mpy6oK

Cop6unonnsie TpyOkH, 3anoiHeHHble copbenToM «Tenakc TA» u Hc-
HONb3yeMble BIEPBLHIE, KOHOULMOHHPYIOT B TOKE ra3a-HOCHMTENsA — [ejns
(cxopocts 10 cM’/Mun) npu Temnepatype 320 °C B Tegenue 12—I14 4. Ox-
JaxneHue copOUMOHHBIX TPYOOK 0 KOMHATHOM TeMIlepaTyps! POBOIAT He
OTKMIOYas NOTOK rasa-Hocutens. Ilocae oxnaxaeHHa copOUUOHHBIE TPYOKH
3aKphIBAIOT ¢ 000MX KOHLOB ()TOPOIUIACTOBBHIMM 3ariMyIlKaMH K XpaHAT B
akcukarope. [Ipy M3BJIEUEHNH U NOCTAHOBKE COPOLIMOHHBIX TPYOOK B TEpMO-
necopbep HanesaroT XijomyatoSymaxHbie nepdatku. Ilepex orGopom mpo6
BO3AYXa WM YCTAHOBJEHHEM TIPaXyMpPOBOYHON XapaKTEPHUCTHKH OTKOHIH-
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UHOHMPOBaHHbIE COPOLIMOHHbIE TPYOKH MPOAYBalOT rejiveM IPH TEMIIEpaTy-
pe 335 °C B Teuenne 60—90 MHH M OXJTaXAAIOT 0 KOMHATHOH TemIiepary-
pM, He OTKIOYas TOTOK rasa-HocHrens. Kaxmyio copOuMOHHYIO TpYOKY
MOXKHO HCTOJIb30BaTh He Gosiee 100 MIKIOB.

9.3. HHodzomosxa xpomamozpaghuueckoii Kon0HKuU

KBapleByl0 KalUIAPHYIO KOJNOHKY NpeNBapUTE/bHO KOHAHIHMOHHUPY-
IOT B TOKE ra3a-HOCHTEIIS [PH MOCTOSHHOM JaBIIEHHH [IOTOKA IIPH TeMIepa-
Type Kosonkm 275 °C B tegenue 4 4. [locie oxyiaxaeHUA KOJOHKH A0 KOM-
HATHOM TeMIepaTyphl 3alMChIBAIOT HYJIEBYIO JIHHWIO NPH NapaMerpax npo-
BeleHHMA aHanu3a. [Ipu OTCYTCTBHH Ha XpOMarorpamMme IHKOB JICTYYHX 3a-
TPAIHAIONIMX BEHIECTB, afCOPOMPOBAHHBIX M3 BO3AYXa, KOJNOHKA IOTOBA K
pabore.

9.4. Ycmarniognenue Zpadyupoounsix XapaKmepucmux

FpasynpoBodssie XapaKTepHCTHKH CTHpONa, deHosra ¥ Hadranuna yc-
TaHABJIMBAIOT HA IPaZyHPOBOYHLIX PacTBOpax MeToZoM abcomorHolM rpa-
ayupoBkd. OHH BLIpAXAIOT 33aBMCHMOCTh IUIOIANH IHKAa XapaKTepHC-
THYECKHUX MOJIEKY/IAPHBIX HOHOB cTupona (m/z 104), besona (m/z 94) u Had-
TasinmAa (m/z 128) Ha Macc-QparmenTorpaMmMe (GespasMepHbIE KOMITBIOTEp-
Hble €AMHKLBI) OT KOJIMYECTBA BELIECTBA, HAHECEHHOrO Ha COpOEHT (MKT), H
CTPOATCA 110 5 CepHAM IPaxyHApPOBOYHBIX pacTBOpoB (Tabin. 2). Kaxmas cepus
COCTOMT U3 6 pacTBOPOB OJHOM U TOM ke KOHIEHTPALMH.

IToBTOpsAEMOCTh BPEMEHH YAEPKHBAaHMA COCAMHEHWH NMPU3HAIOT YAOB-
JIETBOPUTE/ILHOM NIPH BHINONHEHMH YCIIOBHA:

200 (Tmax - Tmin)
Tmar + Tmin

<1, rme 4]

T nax — MAKCHMAIBHOE BPEMA YACPKUBAHUSA [IHKA COCNMHECHHUA,
Tyuin — MUHAMAJILHOE BpeMq yACPKUBAHHA ITHKA COCAMHCHHIL.
HOBTOpﬂCMOCTL WIoMAON ITMKOB COCAMHEHHIM NpHU3HAIOT YHAOBJICT-
BOPHTE/IbHOH IIPH BHLIOIHEHUH YCIIOBHA:
200 (Smax " Smin)
S

max + Smin

Spax — MaKCHMaNbHas IOINAAL IMKA COSHHCHNS;

Spin — MUHAMAJIbHAs MTOMAML MUKA COCMHEHUS;

ry — Tpenes IMOBTOPAEMOCTH IUIOIAAH IHKa COCHMHEHHA, BBITHCIIAE-
MBI no opmyne:

<r,, rae 2

rs= Q (Pn) +Op, TAC (3)
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Q0 (P,) — xo3pdunuent, 3aBHCAIIMNA OT YHCIa H3MEpPEHUi U JOBEPH-
TeJIbHON BEPOATHOCTH H paBHbiif 4,03 wan =6 u P =0,95;

0, — 3HAUCHUE HOKa3aTels TIOBTOPIEMOCTH 1o Tabur. 3.

Ilpn ynoBReTBOPHTENBHBIX pe3yjibTaTaXx OOOMX NapaMeTpoB mMKa —
BPEMEHH YAEP)KHBAHHA H IUIOIIAAH MHKA, 8 TAIOKE OPH COOTBETCTBHH HE Me-
Hee 99 % JKCIEePHMEHTABHO IOTYYeHHOr0 Macc-Cnexrpa GHGIMOoTeYHOMY
YCTaHaBJIMBAIOT IPaTyMpOBOYHYIO XapaKTEPHCTHKY: JIMHEHHYIO 3aBUCHMOCTD
(xoappunueHT Koppenauuu He MeHee 99 %) cpenHeapHPMETUIECKOTO 3Ha-
YEHHUA ILIOMAMH MHKa XapaKTEPHCTHYECKOTO0 MONICKY/ISPHOTO HOHA KOHKpET-
HOTO COEIMHEHHA OT €r0 KOJNHIECTBA IOCIIC BHECEHHA Ha COPOEHT COOTBET-
CTBYIOLIEro FpafyMpoBOYHOro pactopa (1. 9.1).

ITpx mocTpoeHUHM IrpagyHpPOBOYHOM XapaKTEPHCTHKH B COPOLIOHHYIO
Tpy6Ky, 3aNONHERHYIO COPOEHTOM, MAKPOIINPHLIEM BHOCAT 10 MM’ cooTaeT-
CTBYIOLIETO I'PaAyHpPOBOYHOIO pacTBOpa, 3aTeM TpyOKy IOMemaioT B TEpMO-
necopbep.

Jecopbuuio ancop6HpOBaHHBIX BemIECTB MPOBOAAT NpPH TEMIIEpaType
300 °C B moToke raza-HocuTesA (Teyud) B TE€IEHHE 5 MHH B OXJIAXAAEMYIO
CKaThIM BO3IYXOM, NMOCTYNAIOIMM M3 KOMIpECcopa, [0 TeMIeparypsl —
10 °C (3¢dexr ITensroe) KproGoKyCHPYIOIIYIO JIOBYIIKY TepMoaecopbepa, ¢
KOTOPO}f OBICTPHIM HAarpeBoM co ckopocteio 150 °C/MMH Zo TeMmepaTypsl
300 °C ¢ mocnexyoleif BLIAEPKKOH NPH 3TOH TeMNepaType B TEYEHHE 3 MHH
BEIIECTBA NEPEHOCATCA Fa30M-HOCUTENEM (FEJIMEM) NIPH NOCTOSAHHOM JaBjie-
HuM (20 psi) HENOCPEACTBEHHO B KAMJLIAPHYIO KOJOHKY Fa30BOTO XpOMaTo-
rpada.

VoA OpOBEACHAS XPOMATO-MacC-CIIEKTPOMETPHIECKOrO aHANH3a:

TeMnepaTypa XpoMatorpapudeckoit KOJIOHKH

B TeueHne | MuH 45 °C
HarpeB co ckopocThio 30 °C/MBH 10 TeMIepaTyphb 130 °C
B TeueHUe 3 MUH 130 °C

Harpes co ckopocTsto 12 °C/muH go temnepatypst 180 °C
Harpes co ckopocThbio 7 °C/MME 10 TeMIepaTyphl 240 °C
Harpes co ckopocThio 12 °C/MuH a0 Temnepatypsl 325 °C

B TCYECHHE 5 MHH 325°C
pacxox ra3a-Hocutens (reyms) 6e3 genenus noroxa 1,5 M/MuH
o61ee BpeMs XpOMaTo-MacC-CIIEKTPOMETPHYECKOrO

aHAIH3a 31,65 MuH
TEMIIEpaTypa UCTOYHMKA HOHOB Macc-crnekTpoMetpa 220 °C
JMana3oH CKAHHUPOBAHMA MaccC 45—450 m/z

YHCJIO CKAHUPOBAaHUHA B CEKYHIY 2,4

11
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BpeMs YAEPKUBaHHA: CTHpONa (3,65 + 0,04) Mun
teHona (4,35 £ 0,04) mun
HadTamHa (6,51 £ 0,05) Mmun

Ha nomyuenHo#t Macc-¢parMeHTOTpaMMe B aBTOMaTHIECKOM PEXKHME
PacCHHUTHIBAIOT 3HAYCHHI IUIOIIANM IIMKOB XapaKTepHCTHIECKMX MOIEKY-
JISPHBIX MOHOB cTupona (m/z 104), peHona (m/z 94) u nadranuua (m/z 128)
H [0 pe3ynbTaTaM aHanu3a 5 CepHH CTPOAT AMHEHHYIO IpalydpOBOYHYIO
XapaKTePUCTHKY U1 KOK0TO COETUHEHUS.

I'pamympoBKy MIA KaXAOTO COeAMHEHHA NPOBEPSIOT Mepel MPOBEACHH-
€M aHAIM30B, a TakXe NOCJIE pereHepanuH XpoMarorpaguyeckolf KOTOHKH
I ee 3aMeHe, 3aMeHe COpPOLMOHHBIX TPYGOK, OCHOBHBIX PEaKTHBOB, H3Me-
HEeHHH pabouux napaMeTpoB Macc-CHEKTPOMETpa, IPOBOJIA aHANH3 TPEX rpa-
JYMpOBOYHBIX PacTBOPOB paiMYHON KoHIeHTpauun. Eciu noxy4eHHbIe pe-
3yJbTaThl aHaJM3a OTIIM4aioTca Goyee 4eM Ha 14 % OT pacdeTHBIX ABHHBIX
(1. 9.1), rpanyMpOBOYHY}0 XapaKTEPHCTHKY CTPOAT 3aHOBO, MCIIONb3YA CBC-
JKENPUTOTOBNEHHbIE IPayMPOBOYHbIE PACTBOPHL.

9.5. Oméop npob

Ot6op npo6 Bo3xyxa nposoasat B cootBeTcTBHH ¢ TOCT 17.2.3.01—86.
Kaxpas mpoba Bo3fyxa ONHOBPEMEHHO OTOMpaeTcs Ha JBe COpPOLMOHHBIE
TpY6KH ¢ MOMOLIBIO ABYX MPOGOOTOOPHUKOB.

Bosyx co ckopoctsio 0,2 M’ /MuH aCIMpHpPYIOT C NOMOMIBIO aBTOMa-
THIECKOro npo6ooTOopHAKa B TeyeHHe 5 MuH. CopOUMOHHBIE TPYOKH € OTO-
6panHbIMH Npo6GaMH 3aKphIBAIOT (PTOPOMNACTOBBIMH 3arTylIKaMH H TIOME-
LIAIOT B YHCThie MPOOMPKH ¢ MpHUTEpThIMH npobkamu. IIpu orGope npoGHI
(HUKCHPYIOT TEMITEpaTypy U NaBlieHHe OKpykaromei cpensl. CPOK XpaHEHHUA
oTo6panHbIX npob — He Ooee 2 CYTOK.

10. Beinosinenne a3mMepenni

CopbunoHHYI0 TPYOKY € BEmECTBaMH, CKOHIICHTPHPOBAHHBLIMHU HA COp-
6eHTe, MOMEMAIOT B TEPMOZECOpOep M aHAM3UPYIOT B YCJIOBHAX, YKA3aHHEIX
B 94.

11. O6paGoTka pe3yLTATOB H3MEpeHHIT

Ha nosyyenHbIx Macc-(pparmeHTOrpaMMax no BpEMEHaM yJAEepKUBaHUA
XapaKTepHCTHYECKMX MOJIEKYJIAPHBIX HOHOB CTHpona, ¢eHona u HadTaInHZ
¥ HAX Macc-ClIEKTpaM MACHTHQHIMPYIOT COSAMHEHHA M B aBTOMAaTHYECKOM
peXuMe ONpeleNsioT IUIOMAaAb KA XapaKTEPHCTHIECKHX MOJNEKYIAPHBIX
FAOHOB KaXJO0ro coeauHeHus. I10 nonydeHHsIM rpafyHpOBOYHBIM XapaKTepH-
cTaKaMm (1. 9.4) onpeaAensioT KONMIECTBO KOKAOro COSAMHEHAM B npole.

12
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MaccoBy10 KOHIEHTPalHIO Kaxaoro coenuuerns C (Mr/M°) B BO3myXe
PAcCUHTRLIBAIOT 110 opMyuie:

m
C=

, e “)
Vo
m — KOIHYECTBO BEmECTBa B mpofe, HaljileHHOe MO rpalyHMpOBOYHON
XapaKTepHCTHKE, MT;
¥, — obbeM BO3yXa, BIATHIH 111 aHAIN3a ¥ NPUBEACHHBINA K HOpMalib-
HBIM YCIIOBHAM (faByieHHe 760 MM pT. cT., TeMneparypa 0 °C), M
Va-273:p
V,= , e &)
(273 +1)- 760
¥V, — o0beM uccneayeMoii mpoOrl Bo3ayXa, M ;
p — atMoc(epHOE aBICHHE B MOMEHT 0T00pa NPo6bl, MM PT. CT.;
t — TemnepaTypa Bo3xyxa B MOMeHT ot6opa npobsi, °C.
3a pe3ynbTaT HM3MEpEHMA KOHLEHTpalMM COCAHHEHASs B BO3XyXe
C (Mr/M®), TPHHMMAIOT CpEEHEApPH(METHUECKOE IIONYYEHHBIX 3HAYCHHI
KOHIIEHTpanuit JBYX TapalieNbHbIX 1po6 C, u C, (Mr/M>).
PacxoxieHHe MeXIy pe3yIbTaTaMi H3MEpeHuUI aHATH3UPYEMOii IIpo6EI
C, 1 C, (Mr/M’), He IOKHO NPEBLILIATH MPEZesia MOBTOPAEMOCTH 7g. Pe3ynb-
TaT U3MEPEHMUI{ CINTAIOT yAOBIETBOPHUTENBHBIM 11PM YCIOBHU:

200 | C, -G,

<rsrae ()]
C+C)
rs— Apedeil NOBTOPAEMOCTH, BhIYHCIAeMBIH No dopMyie (3) (xoadpdu-
muenT Q (P,) pasen 2,77 min =2 u P = 0,95).
Ecnn ycnosde (6) He BBHINIOJNHAETCS, TO MPOBOAAT MOBTOpPHbIE M3MeEpe-
HuA (1. 10) ¥ NpoBepKy NPHEMIEMOCTH Pe3yJIbTaTOB M3MEPEHHid, Moay4YeH-
HBIX B ycnosuax nosropsemoctu mo FOCT P UCO 5725-2002, 9. 6, nn. 5.2.

12. XapakTepHcTHKA HOrPEMHOCTH H3MEPEHHMH

I'panuipl OTHOCATENBHONM NMOTPEIIHOCTH H3MepeHuii + 0 no mammoit
METOIMKE MpUBEJCHH B Tabx. 3.
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Tabnuua 3

Merposioruueckue XapaKTepUCTHKH Pe3yIbTATOB H3MepeRHH
KOHLEHTPALKH BellleCTB B Bo3qyxe

- ITokasarenns Hoxaza-
—— okasaTens |mpammibHOCTH| Lot
BOCIIDOM3BO- | (IPaHAMLE]
Auanason | MOBTOPACMO- | Loy | yepciomouen- |  OS™
u3MepeHnH | T (cpenme- (cpensexsan- | HOM cucTeMa- (rpasust
Bermectso K;;uempa— K?):Ag::::e:: parnueckoe | TUYecKOH ;’Z::::i;
MK BELIECT- | k HE- 1 otxnoucnme | cocrasngio-
Ba B BO3AYXE,| HUE MOBTO- - HOTpeLIHO-
e gemocty), | POCIPOU3BO- | miek norpem- T
MI/M p is o/" > | mamocty), HOCTH), +8, %
S Ok, % £, % T HP’=0095
npu P=0,95 P ’
Cruposnn | O10,00110
0,005 Bxon. 34 6.8 8 2
Or 0,005 oo
0,010 Bx. 24 48 15 '
Ot 0,010 no
0,050 Bx. 14 28 14 1>
®enon Ot 0,001 no
0,005 Bxi1. %9 >8 16 o
Ot 0,005 no
0,050 B L4 28 1 5
Hadramua| Or 0,001 no
0,005 1. 33 7.0 13 20
Or 0,00500
0,050 Bkn. 1.9 38 . 16

13. Odopmaenne pe3ybTaToB H3IMEpEeHAs H popMa HX
npeacTaBjieHus

Pe3ynbTaThl M3MEpeHUH KOHICHTpali coeauneHni C, Mr/mM’, B IOKy-
MeEHTaX, IPEeyCMaTPUBAIOMIMX HX ACTONB30BaHME, MPEICTABIAIOT B BHIE:

C+A, e

A — a6COJIIOTHAA MOrPEMIHOCTH W3MEPEeHUH KOHUEHTPALMH COCAMHEHNS,
Mr/M’, ipu noBepuTessHO BeposTHocTH P = 0,95, A= 0,01 8 C (3 — oTHOCE-
TeJIbHAs HOTPEMHOCTh M3MEPEHHH KOHIICHTPAllMK COeAMHeHMA, %, Tabn. 3).
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14. KoHTpoJib Ka%ecTBA Pe3y.1bTATOB H3MepeHHi

KoHTposs KavecTBa pe3ylbTaTOB M3MEpEHUit B nabGopaTropuu mpH pea-
mmsamuy mMetoaukH ocymecTsisor no 'OCT P MCO 5725-6, ucnone3ys
KOHTPONb CTabWILHOCTH CpeTHEKBaAPaTUYSCKOTO (CTAHAAPTHOTO) OTKIOHE-
HUA IMPOMEXYTOYHOH mpenmsHoHHOCTH 1o 1. 62.3 TOCT P UCO 5725-6.
ITpoBepKy CTaOHILHOCTH OCYIMECTBISIOT C MPUMEHEHHEM KOHTPOJILHBIX KapT
IHlyxapTa.

IlepHOAMYHOCTE KOHTPONA CTAOMITBHOCTH pe3yNIbTaTOB BHINOJHEHUS
W3MepeHHii pernaMenTapyioT B PykoBoacTse no kayecTBy sabopaTopun.

PexomenyeTcs ycraHaBnuBaTh KOHTPOJIMPYEMBIH NEPHOA TaK, ITOOBI
KOMYIECTBO Pe3yJbTaTOB KOHTPOJIBHBIX W3Mepenuit 65110 o1 20 10 30.

Ilpu HeyNOBIETBOPHTENLHEIX PE3yNbTarTaX KOHTPOINA, HAIpAMEp, Hpu
NpEBBIICHUA Npeaeia ACHCTBUS WM PEryJpHOM IPEBBIICHHH Mpejena
TIpeAYNPEeKACHNA, BLIACHAIOT MPHYMHBI 3THX OTKJIOHEHHH, B T. 4. TIPOBOJAT
CMeHy peaKTHBOB, IpoBepAIoT paboTy oneparopa.

OnepariBHbIH KOHTPONbL NMPOUEAYPHl aHaK3a NPOBOIAT METOIOM JO-
6aBOK COBMECTHO C METOAOM pa3basnerusa npobsl no n. 5.6 PMI" 76—2004
«BHYTpeHHHMII KOHTPOJb KadecTBa pe3yJibTaTOB KOJNMYECTBEHHOTO XUMMHE-
CKOTO aHanm3an».

TeprofgMIHOCTE KOHTPOJA NMPOLELYPhI aHajiU3a 3aBUCHUT OT 4YWCIa pa-
60YMX W3MepEeHHM 3a KOHTPOJHPYEMBIH NMEPUOA U ONPENENseTCS IUIaHaM|
KOHTpOJIS, HO He peXe OfHOTO pa3a B HENEMO.
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