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BBEJAEHHUE

AKTyaJbHOCTH padoTbl. BHenpeHne HOBBIX JIEKAPCTBEHHBIX CPEIACTB B
COBPEMEHHBIX ycCJIOBHAX Hajexammx mnpaktuk (GMP, GLP) crankuBaercsa ¢
npo0iemMoil pa3pabOTKHM YYBCTBUTENBHBIX U CEJIEKTUBHBIX METOJOB ONpEeICHUS
JCHCTBYIOIIMX BEIIECTB Ha JTane JOKIMHUYECKHX HCCICAOBAHUNH C  LEJbIO
CTaHJApTU3AllMM JIEKAPCTBEHHBIX TNIPErmapaTroB, a TaK K€ NpU H3YYEHUH UX

(bapMaKOIOTHIECKUX CBOMCTB (B YaCTHOCTH — (hapMaKOKUHETUKH ).

I'ekcadropun cepol (I'C) — Boictmii propun cepoi( V1), mpuMeHsIeMbIit BO MHOTHX
o0nacTAX HApOJHOro  Xo3skcTBa. Tak, HampuMmep, OH  HUCHOJNb3YyeTCs B
BBICOKOOHEPIE€TUYECKON JJIEKTPOHUKE B KAauyeCTBE CHUIHAJIM3aTOpa YTEYEK; 3a CYET
YHUKaJIbHBIX CBOMCTB (CKOpOCTh 3BYyKa B cpeae I'C cocrapisier 6 mM/c) ero UCrnonb3yroT
B KQueCTBE JICHCTBYIOIIETO BELIECTBA 3XOKOHTPACTHBIX JIEKAPCTBEHHBIX CPEICTB IS
YJIBTPa3BYKOBOM IHMAarHOCTHKU. Ha ceromHsIHuil 1eHb M3BECTEH psAJl IPEnapaTroB Ha
ocHose ['C, Hanmpumep Sonovue (Bracco, Uramus). I'pynmoit yaensix TITY u CuoI'MY
pa3paboTaH IepBbId OTeUeCTBEHHBIM mpenapar Ha ocHoBe ['C ans yiabTpa3BYKOBOM
BHU3YyaJIM3allMM OYaroBbIX BOCHAJIMTENBHBIX mHpoueccoB. IIpexne, yeM HCIbITaHUA
HA4YHYTCA Ha JIIOJASX, HOBBIA mIpenapar o0s3aH MPONTH BCE CTAIUU JTOKIMHUYECKUX
uccienoannii (JIKW) c wucrnonb3oBaHWEM KUBOTHBIX. Pe3ynbTaThl JTOKIMHUYECKHX
UCIIBITaHUH, BKIIOUYask HcclieoBaHue (hapMaKOKMHETHKHU, UCTIOJIb3YIOT B INIAHUPOBAHUU
KIIMHAYECKUX WCIBITAHUN W IS TPUHATHAS BAXKHBIX DPEIICHUM, ITOATBEPKIAIOIINX
3¢ (HEKTUBHOCTH JIEKAPCTBEHHOTO CPEJICTBA.

Ha »rtane KW, nomkHa OBITh OlLiEHEHAa (PapMaKOKMHETHUKA JIEKAPCTBEHHOIO
cpencta (JIC) Ha OMBITHBIX )KUBOTHBIX. M3ydeHue hapMakOKMHETHUYECKUX IMapaMeTPOB
OCHOBBIBAETCS HA HM3MEPEHUU COJAECpP>KaHUS ACHCTBYIOIIETO BEIIECTBA B OpPraHU3ME
HKCIIEPUMEHTAJIbHBIX >KMBOTHBIX B 3aBUCUMOCTH OT BpPEMEHHM, M UYE€M TOYHEE U
npaBuiibHEE OyIeT MPOBOJUTHCS 3TO M3MEPEHHE, TeM KaueCTBEHHEW MOXKHO OyaeT
NEPEHECTH UCCIEAOBaHUE MpenapaTa Ha yenoBeka. TakuM oOpa3om, mepBoouepeaHas

3amaya (hapMaKOKMHETHYECKUX WCCIIeIOBAaHUNA HOBOTrO Tmpemnapara Ha ocHoBe ['C
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CBOAMUTCS K pa3pabOTKE METOAOB KOJUYECTBEHHOI'O ONpENEICHUsl ACHCTBYIOIIETO
BeIEeCTBA — rekcadTopuia Cephl.

N3 nutepaTypbl W3BECTHBI JIBa MeToAa KohnuecTBeHHOTo ompeaeneHus ['C.
[lepBeoiit — 3T0 uHdpakpacHas cnekrpockonusi (MKC). Ucnonb3zoBanue UKC naxogut
LHIMPOKOE MPUMEHEHHUE B DKOJIOTMYECKOM KOHTPOJIE BO3yXa HA MPEIAMET OINpPEACICHUS
coJiepKaHMs Ta3000pa3HbIX 3arps3HuTenei, B Tom uncie u I'C. OnHako JaHHBIA METOT
HE JIMIIEH HEIOCTaTKOB, CIOKHAsi MPOOOMOJATOTOBKA W MHTEpIIpETaIusi pe3ybTaToOB
3aTpyaHAIOT onpenesienre ['C B CI0KHBIX MaTpUIIaXx.

Bropoit Meron — 310 razoBas xpomartorpadus Ha HaOWBHBIX W KalUJUISIPHBIX
KOJIOHKax C HCHOJIb30BaHUEM, B OCHOBHOM, OJJIEKTPOHO-3aXBATHOIO M Macc-
criekTpoMeTpuueckoro aetekTopoB. lIpumenenne I'X nmma ompenenenuss ['C taxxe
CBOJMUTCSI K DKOJIOTMUYECKOMY KOHTPOJIIO THUAPO-, JUTO- U aTMocdepbl. MHOroobpasue
OMHUCBHIBAEMBIX B JIUTEpPAType razoxpomarorpaduyeckux meroaoB ompenenenus ['C B
Pa3IMYHBIX JKOJIOTMYECKUX OOBEKTaX OOBSCHSAETCA €ro BBICOKOM aKTHUBHOCTHIO IO
OTHOUIIEHUIO K JIECTPYKLIHMU O30HOBOTO CJIOS, U KAK CIIEICTBUE, CUJIBHOMY BJIUSHUIO Ha
riobanbHoe mnoremaeHue. OAHAKO TMOAXOA K IOTOKOBOMY aHaIW3y OOBEKTOB C
OMONOTHYECKONM  MaTpuiled (Hampumep, KIMHUYECKHUH  aHaIW3) KapAHUHAIBHO
OTJINYAETCSl W3-32 BO3MOXKHOTO BJIMSIHUSI KOMIIOHEHTOB MpPOObI HA aHAIUTUYECKUU
curHai. Tak, HMCMOJIb30BaHWE HAOWBHBIX KOJOHOK, MPU BCEX JOCTOMHCTBAX HMMEET
CYIIECTBEHHOE OrPAaHUYCHUE — JUIUTEIBHOCTh aHAIIN3a, I03TOMY MPEANOUYTEHUE OTAA0T
KalWUISIPHBIM KOJIOHKaM JUISl SKCIPECCHOCTH PYTHHHBIX aHAIM30B. B TO ke Bpewms,
YUUTHIBAST CIIOKHOCTh MAaTpHIbl 00beKkTa aHain3a (KpOBb), CEJIEKTUBHOCTH MOKHO
MOBBICHTH ~ HMCIOJIb30BaHMEM  Oojiee  u30MpaTeNbHOrO  JIeTeKTopa -  Macc-
CIIEKTPOMETPHUUYECKOTO.

Mertonas! onpenenenns ['C ¢ moMonip0 XpoMaTo-Macc-CIEKTPOMETPUU U3BECTHBI
JTaBHO, HO HaJM4Me CaMOil COBPEMEHHOHM ammaparypbl HE TapaHTHpyeT ycrexa 0e3
Hay4YHO-O0OOCHOBAHHOT'O BBIOOpA YCIOBUM MpOLEAYphl MPOOOMOATOTOBKH B CBS3U C
MHOTOKOMITOHEHTHOCTBIO OMOJIOTUYECKON MaTPHIIHI.

Hecmotpst Ha MHOrooOpasue OMMCaHHBIX B JIUTEpAType XpoMatorpaduueckux

MCTOJ0B, B JOCTYIIHBIX MCTOYHHUKAX HaM HC YyIaJIOChb HAWTU ONHCaHUE 9KCIIPECCHOIO,
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HC TPyAOCMKOI'O U HE Tpe6y}0mer0 CIICOHaJIbHOI'O O60py,IIOBaHI/IH MCTOJa OIIPECACIICHUSA

I'C B Ouonormyeckux cpemax (KpoBb) METOJOM XpomaTo-macc-crektpomerpuu (I'X-

MC).

Takum o0Opazom, aKTyaJIbHOU 3ajadeit ABJISIETCSA pa3zpaboTka
BBICOKOYYBCTBUTEILHOW M CEJIEKTUBHOW METOAMKH ONpEeaeeHUus rexcadTopuaa cepbl
METO/IOM Ta30BOM XpoMarorpaduu ¢ mMacc-CIEKTPOMETPUUYECKUM JETEKTUPOBAHUEM B

oOpasiax co CI0KHON OMOJIOTHYECKOU MaTpUIleH (KPOBB).

Hear u 3agaum ucciaenoBaHus. llenbio ucciienoBaHus SBISJIOCH U3YUYEHHE
noBefeHus: rekcadropuna cepel B ycioBusix ['X-MC ananmMza ¢ HMCHOJIb30BaHUEM
KalWUIAPHBIX KOJIOHOK M pa3paboTKa XpoMaTo-mMacc-CHEKTPOMETPUUECKONH METOIAUKHU

KOJIMYeCTBEHHOTO onpenesienns I'C B ebHONW KPOBH.
JUis MOCTHKEHMSI TOCTABJICHHOM 11€7TM, OB OCTABJICHBI CIIEIYIOIINE 3aJauH:

1. M3yuntes xpomarorpaduueckoe mnoseneHue ['C ¢ HCHOIB30BaHHEM
KalWJUIAPHBIX KOJIOHOK U M0J100paTh paboyue YCIOBUS FITIOMPOBAHUS.

2. OueHuTh BIUSHUE OCHOBHBIX (DaKTOPOB Ha aHanuTHueckuil curnan ['C npu
€ro Macc-CEKTPOMETPUUYECKOM JETEKTUPOBAHUU.

3. N3yuuts mapamerpsl dkctpakiuu ['C U3 1enbHONM KpOBH M pa3paboTaTh
QITOPUTM  MPOOOMOATOTOBKM JJII  €ro  MOCIEAYIOUIEro  XpomaTorpapuyeckoro
OIPEIEIICHHUS .

4, Pa3paboTaTh METOAUKY KOJTMYECTBEHHOTO XMMUYECKOTO aHajIn3a LEIbHOU
kpoBu qna onpenenenus ['C merogom ['X-MC u paccuutarb OCHOBHBIE €€
METPOJIOTUYECKHE XaPaKTEPUCTUKH.

S. [IpoBecTn ampobanuio METOIMKH KonuuecTBeHHoro omnpegenenus ['C

MCTOAOM XPOMATO-MACC-CIICKTPOMCTPHUHU B 9KCIICPUMCHTC HA ) KUBOTHBIX.



Hay4yHast HOBU3HA.

BnepBHe YCTAaHOBJICHbBI 3daKOHOMCPHOCTHU BIJIMSAHUS PCKHMMa CKAHHUPOBAHUS U
TCMIICPATYPHBI HCTOYHHKA HOHOB MaCC-CIICKTPOMETPHUICCKOT'O ACTCKTOpPA Ha

QHAJIMTUYECKUM CUTHAJ FCKC&(I)TOPHI[& CCPBLI.

BnepBele H3ydeHa BO3MOXHOCTh IPUMEHEHMS TeNTaHa Uil KUIKOCTh-
KuAKocTHOM skcTpakiuu ['C u3 00pas3ioB LEAbHOW KPOBH U OMpPEEICHBI OCHOBHbBIC

napaMeTphl: BpeMsl SKCTPAKIIMU U COOTHOIIIEHHUE «IIP00a : IKCTPAreHT».

Pazpabotan anroputM mpoOOMOATOTOBKM 0O0pa3lloB IEIbHOM KPOBU C
UCIIOJIb30BAHUEM  KHUAKOCTh-)KMJIKOCTHOM  skcTpakuuu ['C  remraHom s

razoxpomatorpacdudeckoro onpeneneHus ['C.

Hpe;monceHa FaSOXPOMaTOl"pa(bI/ILIeCKaH MCTOAHUKA OIIPCACIICHUA I'CsB KpOBH H

BIICPBBIC OIIPECACIICHBI €€ MCTPOJOTMYCCKNUEC XaPaKTCPUCTHUKH.

BnepBbie ¢ ucnonp3oBaHHMEM —pa3pabOTaHHOM  razoxpomarorpapuieckon
METOAMKH ONpeeieHbl (PapMaKOKMHETHUECKHE TapaMeTpbl HOBOro Y 3M-KOHTpacTHOTO

npernapara.
IIpakTnyeckasi 3HAYMMOCTb.

Pa3zpaboranHas xpoMaTorpaduueckas METOJUKA KOJMYECTBEHHOTO OIPEIEICHHUS
rekcadTopusa ceppl B KpPOBU HHUBEIHMPYET MaTpu4HbIA 3(Q(EKT, dKCIpeccHa U He
TpeOyeT CHelualbHOr0 000pYIOBaHMs Uil MPOOONOATrOTOBKUA. MeToauKa pacimpsieT
apceHall METO/I0B U3y4YeHHUs (papMaKOKMHETUKH JIEKApCTBEHHBIX CpecTB Ha ocHoBe ['C.
OnpeneneHbl  METPOJOTMYECKUE  XApAKTEPUCTHKH,  KOTOPBIE  COOTBETCTBYIOT
OpeIbsIBIsIEMbIM K OHOAHAIMTUYECKUM MeToAukaM TpeboBanusMm. I[IpoBenena
METPOJIOTUYECKAs] ~ DKCIEePTU3a  METOJUMKH  KOJUYECTBEHHOTO  OMNpeleieHUs

rexkcadropuma cepbl DI'BY3 I'I" u 3 ®MBA Poccuun 1 pekoMeH10BaHa K aTTeCTaIUH.
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Metonuka BHeapeHa B mpakTuky paboret HUM ®uPM um. [Nonpnbepra wu
[lentpa BHeapenuss TtexHonoruit CubI'MY nmnga uszyyeHus (papMakOKMHETUUYECKUX

napaMeTpoB JICKapCTBEHHBIX cpeAcTB Ha ocHoBe I'C.
IToJ10:keHNsl, BBIHOCMMbIE HA 3aLUTY.

1. Pe3ynbraThl u3ydeHHs XpoMarorpaduyueckoro TMOBEJASHUS W BIIMSHUS
napamMeTpoOB MacC-IETEKTOPa Ha aHATTMTUICCKUN CUTHAN rekcadTopuaa cephl.

2. Pa6oune ycnoBust 'X-MC cuctembl i1 KOJTUYSCTBEHHOTO OIPEIACICHHUS
I'C.

3. AJITOpUTM METOAMKU aHaIN3a 00pa3lioB KPOBU C IPUMEHEHUEM KUJIKOCTh-
YKUJIKOCTHOM SKCTPAKIIMK Ha dTare MpoOOIoArOTOBKH.

4, Metoauka omnpeneneHus rekcaTopusia cepbl B 00pas3iiax KpOBH METOJIOM

['X-MC u pe3ysbTaTsl €€ METPOJIOTUIECKON OLICHKH.

S. Pe3ynpTaThl aHamu3za 0Opa3sLOB KPOBU IKCIEPUMEHTATIBHBIX >KHUBOTHBIX

IIpH OIIPCACIICHUN q)apMaKOKI/IHeTI/IKI/I HOBOI'O KOHTPACTHOTI'O IIpCIIapara.

AnpofGanuss  pe3yjbTAaTOB  HCCJIEI0OBAHUSA. OCHOBHBIE  PE3YJBTATHI
MCCJIEIOBAHMUSI JIETJIU B OCHOBY 7 paboT, B TOM 4Mclie 4 CTaThU B )KypHajIaxX U3 MEepedHs
BAK (u3 HMX 2 cTaThbu NHEpeBElECHbl HAa aHIVIMICKUIA $3bIK), 1 mareHT Poccuiickoi
®denepauuu 1 2 I0KIaja M Te3uca JOKIAI0B HA MEXIAYHAPOIHBIX M BCEPOCCUUCKHUX
koH(pepennusax. [IpoBenena MmeTposioruueckast SKCIepTu3a METOAUKNA KOJTUYECTBEHHOTO
onpenenenus rekcapropuaa cepsl ®I'BY3 I'TIl" u 3 ®MBA Poccun u pekomeH10BaHa

k arrectaruu (IIpunoxenue A).

JInuHbI BKJIAA aBTOpPa COCTOWT W3 IUIAHUPOBAHUS DKCIIEPUMEHTAIBLHOM
paboThI, TOYYCHUH XpOoMaTorpapuuecknx AaHHBIX, UX 00pabOTKE M CHUCTEMAaTHU3aIiH,

a Takxe B 00001IEHUH U 00CYX ACHUH Pe3yJIbTaTOB PaOOTHI.
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baaroxapuocru.

ABTOp BBIpaXaeT TIyOOKYIO TMPU3HATEILHOCTh PYKOBOAWTENO, JI.X.H.,
npodeccopy, M.C. IOcyboBy u a.papm.H., npodeccopy M.B. bernoycoBy 3a
OpPTraHM3AIMIO HMCCIICIOBAaHUS M IIEHHBIC COBETHI MPHU TIOJATOTOBKE IHUCCEPTAMOHHON
paboTel; a Takke I.X.H., mnpodeccopy, [.b. Crnemuenko u K.X.H., JIOICHTY
JI.A. JIpbITyHOBO# 3a IMOMOIIs TP HAMMMCAHWUHU JUCCEPTAIMH M HETIOAAeIbHBIA HHTEPEC

K paoore.

PadoTa BbInoJiHeHa npu ¢puHaHcoBoM noaaepxke ['panta OLIT «Dapma-2020»

['ocynapcTBeHHbINM KOHTPAKT OT «17» mapta 2014 r. Ne 14.N08.12.0027.

Ctpykrypa M 00beM padoThl. JuccepranmonHas paboTa u3nokeHa Ha 118
CTPAaHMIIAX MAIIMHOMHUCHOIO TEKCTA, COAEPKUT 37 Tabmuil U 29 pUCYHKOB; COCTOUT U3
BBEJICHMS, TMATH TIJIaB, 3aKJIOYEHUS W BBIBOJOB, CIIMCKa HCIOJb30BAHHBIX

JUTEPATYPHBIX HCTOYHUKOB, BKJItoUaroero 109 HauMenoBanuii, 2 NpuioKeHUN.
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I'JTABA 1. OB30P HCTOYHUMKOB JIMTEPATYPbI

1.1. CoiicTBa rekcapropuaa cepbl, ero npuMeHeHue B IPOMBILIEHHOCTH, HayKe
U MeJUIUHe

Briepssie rekcadropua cepsl (I'C) 661 monyden B 1900 @.Myaccanom u [1.JIe60

Opyd CXKHraHUM cepsl B arMmocdepe ¢rTopa, B pe3yibraTe dYero obOpasyercs

npeumytiectsenno ['C. [98].

I'excadropun cepwl (SFg, MosexkymsipHbli Bec 146,07) mpencraBisieT coOOM
OECLIBETHBIN, HErOprOYMi TsDKENIbIA ra3 0e3 3amaxa W BKyca € HPEBOCXOIHBIMH
JUAJIEKTPUYECKUMHU XapaKTEPUCTUKAMHU, KOTOPBIE JENAI0T BO3MOYKHOCTb IPUMEHSTH
€r0 B CIIEHNAJIBHBIX YCTPONCTBAX 3JIEKTPOHUKH, HHIYCTPHUAIBHBIX MIPOLECCaX, HAYUHBIX
00JacTAX M MPOJAYKTaX KOMMEpUMHU (HallpuMep, OrHeTylmuTenu). biaromapst cBoeit
HU3KOM TOKCHYHOCTH, TEPMUYECKOM YCTOMUMBOCTM M CTOMKOCTHM Ha MpoOoii,
rekcaTopua cepbl Hallesl [MHUPOKOE NPUMEHEHUE B JJIEKTPOHHBIX (B KayecTBE
ra3zo00pa3HOro JMAJEKTPUKA) U aKyCTHYECKHX cucTtemax ¢ cepeauubl 70 rogoB XX
BeKa. TaxkKe OH HCIOJIb3yeTCsl B KayeCTBE JIOBYIIKHM 3JEKTPOHOB, TPABHUIIBHOTO,

3aITOJTHSIOIETO Ta3a, B Ka4eCcTBE MyTEeBOIo ra3a, Xjiajarenra u ap. [53,74,83]

[Ipoctrota cTpykTypel (pucyHok 1), 0OBSCHSET €ro CHeKTpajbHBIC

XapaKTEPUCTUKH.

Pucynox 1 — CtpykTypa MoieKyJibl TekcadTopuaa cepsl (CiaeBa) u

KpucTtauiorpaduyaeckast CTpykrypa (crpana)
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Tak, UK-criektp rexcadTopuga cepbl CONEPKUT CUIBHBIC MOJIOCHI TOTJIOMICHUS
mpu 615 u 940 cM”, KOTOpble COOTBETCTBYIOT Fi, (yHmameHTampHble V4 u V3,
COOTBETCTBeHHO (pucyHok 2, 3) [76, 89]. Pamanorckuii crmektp I'C (pucyHok 4)

COJIEP)KUT TPpHU MoJIoCckl ipu 522, 639,5, 769,4 cmt COOTBETCTBYIOIIHME KoJjiebaHusm alg,

&g u fpg, cooTBETCTBEHHO.
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Pucynok 2 — UK-criextp rexcadropuia cepsi (razosast dasa) 700 — 2000cm™
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Pucynok 3 — UK-criextp rexcadropuma cepsi (rasoas daza) 500 — 600 cv™
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TE9.4

6395

AN\ A
Pucynok 4 — PamaHoBckuii criekTp rekcadropuia cepsl (razoBas ¢asa) [62]

CnexkTpalibHas aKTUBHOCTh B OTUX 00JacTsIX  MO3BOJSIET  MPOBOJUTH
KoJInuecTBeHHOE omnpezaeneHne ['C B BO3QYIIHOM Cpele ¢ MCIOJIb30BAHUEM MPOCTOrO
00OpyZIOBaHUSI M OTCYTCTBUEM MPOOOMOATrOoTOBKH. OHAKO, U3 MPOCTOTHI METOAA
CIIElyeT €ro OrpaHUYCHHE, 3aKIHOYAIOLIEecs B OrPAHUYEHHOM Kpyre OOBEKTOB IS

aHalJln3a — BO3aYyX.

Monekyna SFs oOmamaeT pagnalibHO-CUMMETPHUYHBIM CTPOCHHUEM, B IICHTpE €e
pacrmoyiara€Tcsi aToM CeEpbl, CBS3aHHBIM ¢ 6 aromamu QTopa, 4YTO OO0YyCIaBIUBAET
NOSIBJIECHUE B MACC-CIIEKTPE CUTHAJIOB (ParMeHTOB, OTJIMYAIOLIUXCS KOJUYECTBOM
aTOMOB (pTOpa, MHTEHCUBHOCTH KOTOPBIX OTOOpa)kaeT BeIUYHMHY 3()PEKTUBHOTO
CeUeHHUsl Mpolecca TUCCOLMATUBHOM HOHM3AIMM dJEKTPOHHBIM ynapoM. Haubonee
CTaOWIBHBIN cuTHAN B Macc-crekTpe (pucyHOK 5) mMeeT uoH SFs', mpuyeM curnan
MoJieKkyaspHoro moHa SFg' He Bcerma MoeT ObITh OOHApY’KeH, 4TO CBA3aHO, IO-
BUJIMMOMY, C €r0 HeCTaOMIBHOCTBhIO (Topor wuoHumzaruu 15,32 3B) u B TeueHue
HECKOJIbKMX MHUKOCEKYHJ IUCCOIMUPYET C OOpa30oBaHMEM HOHOB M HEUTpaIbHBIX

¢dparmentos [12].
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127

89

108

100
-1 148

Pucynok 5 — Macc-cniektp I'C (perucrpanus HojI0KHTEIbHBIX HOHOM) [71]

OcnoBHO#t muk 127 m/z (M" -19) macc-cektpa MHOruMHu aBTopamu [71]
npejyiaraeTcsl Kak CHenu(pUyYecKuid HWOH JUIS PEKUMa CEIIEKTUBHOTO HWOHHOTO

MOHHUTOPHHI'A IJIA JOCTHUKCHUA MaKCHUMaJIbHON YYBCTBHUTCIIbHOCTH.

['excadropua cepbl MamopacTBOPUM B BOJIE, HO JIOBOJIBHO XOPOIIO PACTBOPSAETCS

B HETOJISIPHBIX OPTaHUYECKHUX pacTBOpUTENAX (Tabnwuia 1).

Tabmuna 1 - PacrBopumocts I'C [35,39,52,55,69]

PactBoputenn PacrBopumocTb, Moib SFex10* (mpu Temmeparype,°C)
CCI,F-CCIF, 4235 (2,49) 313,3 (14,17) 270,7 (26,44) 247,1 (32,72)
n-C7H1s 127,3 (6,31) 111,9 (16,00) 100,7 (25,08) 93,22 (33,16)
CsH11CH3 84,15 (7,91) 77,49 (14,77) 70,44 (26,89) 63,94 (34,32)
CCly 80,64 (4,64) 71,47 (14,72) 65,79 (274,71) 61,44 (31,66)
c-CgHa12 62,88 (7,14) 57,14 (17,79) 53,89 (26,78) 50,55 (33,62)
CeHsCHs3 38,10 (7,91) 36,71 (14,49) 34,03 (24,90) 31,93 (34,42)
CeHs 28,60 (7,67) 27,46 (16,12) 26,41 (24,88) 25,53 (35,51)
SiCl, 142,8 (25,0) - - -
H,0* 0.0147 (0.1) 0.0076 (14.9) 0.0055 (24.85) 0.00429
0.005440(25)***
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PactBopurenn PacrBopumocTs, Moiib SFgx10* (mpu temmeparype,°C)
CH3NO,* 0.372 (0.1) 0.363 (19.35) 0.377 (24.85) -
CeH11CoFs*™* - - 94.0 (25) -
I-CgHyg** - - 104.2 (25) -
CSy** - - 126 (25) -
CH3;0OH - - 0.54 (294)* -
C2HsOH - - 0.70 (294)* -

*ko3(punment pacrsopumoctu OcTBaNbIA
** o o
HapIyagIbHBIA MOJIBHBIH 00BEM

**k*

k03 dunment bynsena (o)) [90]

N3 nmpeacTaBieHHBIX —JIaHHBIX, BHUJHO, YTO HauOoJiee MOJIXOIAIIUMU
pactBoputesamu Ui I'C sBasitorest cepoyriaepoa u 1,1,2-tpudrop-1,2,2-tpuxnopatan
(TOTXD), w-rentaHn ¥ u300kTaH. C MPAKTUYECKOW TOUKU 3PEHUS «YTOOHBIMU»
PACTBOPUTEIISIMU SIBJISIFOTCA M300KTaH M TenTaH, T.K. cepoyraepoqa u TOTXD obnagator
BBICOKOH JIETY4ECTBIO, U, KaK CJIIEICTBUE, PACTBOPBI, IPUTOTOBICHHBIEC HA UX OCHOBE, HE

OyayT 00JaaTh TOJKHOM CTaOMIIBHOCTBIO.

Xotss I'C mnpusHaH (HU3MOJOTUYECKH WMHEPTHBIM Ta30M, HO OH CIIOCOOEH
paznararbces npu 1100°C, npuyeM razoo0pa3Hble IPOAYKTHI pa3iioKeHus rekcadropuaa
BBICOKOTOKCHUYHBI W 00JIajatoT pe3kuM, creuuduueckum 3amaxoM. Cpemu HUX
HanOoJiee PEaKIMOHHOCTIOCOOHBIMM M TOKCHYHBIMH SBISItOTCS  SyF19, OF,,  SFy.
Hampumep, SF4 u S;F o merko rugponusyrorest ¢ o0pa3oBaHUEM IIABUKOBOW KUCIOTHI U
tuonundropuna [53,74,83,103]:

Sk, + H,0 — 2HF + SOF,
82F10+ 2H20—>2HF+SOF2+ SFG

[Tomumo »3toro, SF¢ oOmamaer BBICOKON PEAKIIMOHHOW CIOCOOHOCTBIO TIPH
pamuooOiydeHUd W B COYETAaHUHM C €ro BBICOKOM JIETY4eCTbIO U  HU3KOM
pPacTBOPUMOCTBIO B BOJE OTHOCUTCS K «IIAPHUKOBBIM Ta3aM», MO3TOMY 3MUCCHUS
rexkcadTopuaa cepbl B OKPYKaIOIIYI0 cpeAy KOHTponHupyeTrcs:i KHOTCKUM MpOTOKOJIOM.

[Morenmuan rnodaneHoro notemienus (GWP) s SFg paBen 22450 [95]. [Toaromy,
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IpeaeiabHO JOMYCTUMOE KOHIICHTpAIlMsl B pa3IMuYHBIX cTpaHax wwupa (American
Conference of Governmental Industrial Hygienists; Occupational Safety and Health
Administration; Deutsche Forschungs-gemeinschaft) Opinma ycraHoBieHa Ha ypoBHE
1000 ppm [50,51,86,92]. Opgnako, MOMHMO OTPHMIATEILHOIO BO3JCHCTBUSA Ha
skonoruto, ['C cepbl oOnamaeT psIoOM CBOWCTB, KOTOpPhIE OOYCIAaBIMBAIOT €O
KpPYITHOTOHHaKHOE IIPOU3BOJCTBO.

I/IHTepeCHBIM PCUHICHUEM OBLIO HMCIOJIB30BATh SFG B MaCC-CIICKTPOMCTPUICCKOM
aHaNMM3€ C WOHU3AIMEH DIIEKTPOCIPEEM HEKOBAJICHTHOOOPA30BaHHBIX OETKOBBIX
KOMIIJICKCOB (HaanMep, 6en0K-z[HcaxapH11) C LOCJIBKHO HUX CTa6I/IJ'II/IBaLII/IH. OCHOBHBIM
MEXaHU3MOM, OTBETCTBEHHBIM 32 CTAOMIM3UPYIOMHN A((dEKT Mpu BBEACHUHN H00aBKU

SF¢, sBIIIeTCA McTIapUTENbHOE OXJTaxKaeHue [36].

Ha cerognsmuuii neHp WM3BECTHBI NpUMEpHl ucnoiib3oBaHus ['C B kadecTBe
NOJBWXHOU (Da3bl B cBepXKpuTHUecKor (utongHoil xpomarorpadguu (COX). I[Ipuyem
HeKoTophle aBTOPHI |78, 79], oOHapyxuau, uro ['C mMeeT Takyr Ke IIOHPYIOUTYIO
cuity, 9To B auokcua yriepoaa. Cammenc [96] ¢ coaBTopamu onmcall B3anMOJACHCTBUE
Cs-Cyo yraeBosioposioB ¢ cBepxkputudeckuMm I'C, mpuyeM ObUIO yCTaHOBJICHO, YTO C
YBEIIMUEHUEM YHCIIa aTOMOB yIJIepoAa, T.€. C YBEIMYEHHUEM pa3Mepa MOJIEKYJIbI
YIJIEBOAOPOIA, B3auMoiecTBrE ankaH - ['C yMeHbIaercs.

[Tosxe, IBaptu w bpoyHnu onucanmu pasaeieHue MOJEIBHOUM CMeECH
YTIEBOAOPOJIOB U 00pAa3IOB TOIUIMBA C HMCIOJIB30BAHMEM CBEPXKpUTHUYECKOTO SFg Ha
aJCOPOIIMOHHBIX ~ HAOWBHBIX  KOJIOHKAaX  MaJeHbKOro  jauameTpa  (amcopOeHT-
cuJIuKaresnb) [66].

Xopolime pe3ynabTaThl Noaydusa Busel ¢ coaBTopaMu npu pa3feiIeHUd METOI0M
C®OX mnonsgpHbIX coenuHeHn (MeTUI0eH30aT, OEH30HUTPUII, HUTPOOESH30JT) UCTIOIB3YS

B KauecTBe MOABMKHOM (a3bl cMech SFg—NH; B pasnuunbix cootHomenwusx [106].

biiarogapst BBICOKOM XMMHUYECKOW YCTOMYMBOCTH, OYEBUIHO 0KUAaTh, uTo ['C, He
JOJDKEH 00J1a/1aTh 3HAYUTENIbHBIM PUCKOM JIJIsl 3J0pPOBbs UejoBeka. B akcrnepumeHTax
Ha JKMBOTHBIX OblIa IIOKa3aHa ero (QapmMakoJoTHYecKas HHEPTHOCTh M HHU3Kas

pPacTBOPUMOCTD B (PU3UOJOTHUECKUX KHUAKOCTsIX [48,70].
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AKycTHUY€ecKasi akTUBHOCTb M (PU3NOJIOTUYECKAsE HHEPTHOCTh T'eKcapTOpUia cephl
CEJIaJIi €ro IMEPCIEKTUBHBIM areHTOM Ul CO3JaHHs JICKapCTBEHHBIX IIPENapaTos,
NOBBIIAIONIMX  A((EKTUBHOCTh  yIBTPAa3BYKOBBIX HCCIEAOBaHMNA. Tak TMepBbIe
npenapatbl Ha ocHoBe ['C ObutH omucansl B 1995 roay [72], mocie dero Ha4aaoch ux
BCECTOPOHHEE M3Y4YEHUE (JIOKIMHUYECKHE WCIBITAaHUS) U BHEAPECHHE B KIMHUYECKYIO
npakTuKy. B HacTosiiee Bpemss HamOoJiee pacnpOCTpaHEHHBIM, U €IMHCTBEHHBIM Ha
OTEUECTBEHHOM PHIHKE, IpemapaToM Ha ocHoBe I'C smmsercs SonoVue'™ (Bracco,
Wrtanus), NOpUMEHSIOMMNACA Kak [ YJIYYIICHHs BU3YyaJlU3allUM TMOPaXKEHUN
BHYTPEHHUX OPraHOB, TaK U JJIsl YCTAHOBJICHUS MATOJIOIMYECKOTO (PYHKIIMOHUPOBAHUS

HCKOTOPBIX OpraHOB: CCpALC, IIOUYKH, TrOJIOBHOM MO3T U Ap.
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1.2 MeToabl KOJIMYECTBEHHOT0 onpeae/eHusi rekcapTopuaa cepbl B

Pa3JIMYHBIX 00beKTAX

AHam3 U3BeCTHOM JIUTCPATYPHI, HOCBHIHGHHOﬁ KOJIMYCCTBCHHOMY OIIPCACIICHUIO
SF6 B Pa3JIMYHbIX O6’I)€KT8.X, ITOKa3aJl, 4TO I10AaBJIAIOIICC OOJIBIIMHCTBO npeajraraCMbIxX

METOJIMK OCHOBBIBACTCS Ha ra30XpoMaTorpauueckoM aHalu3e.

1.2.1. I'a3oxpomaTorpadguyeckoe onpejaejpeHne rekcapropuaa cepbl

JUist  razoxpoMarorpauueckoro ONpeAeNeHHs] BO3MOXKHO  HCIIOJIb30BAHHE
HAOMBHBIX M KAMWUISIPHBIX KOJOHOK. BpIOOp TOro wiM HMHOrO BapuaHTa
xpoMartorpadupoBaHusi B MEPBYIO0 OYepe/lb 00YyCIaBIMBACTCS MPUPOIOM M COCTABOM
MCXOJHOM MpOoOBI M 1EIbI0 aHanu3a. Tak Mmpu aHaiM3e ra3oBBIX CMECEH, B KOTOPBIX
HE00X0AMMO KoJimdecTBeHHOe orpezenenne ['C u Ipyrux KOMIOHEHTOB (Hampumep,
KHUCJIOPOJ, a30T, Apyrue GTOpUpOBaHHBIE TPOU3BO/IHBIC CEPbI) MPEANOUYTCHUE OTAACTCS
HAaOWMBHBIM KOJIOHKAM C COOTBETCTBYIOIIUM COpPOEHTOM: MOJICKYJISIDHBIE CHUTa
pa3IMYHOTO pa3Mepa; CUJIMKareidb, MOKPBITHIA TUIAPOPOOHBIMU MOaU(DUKATOpAMU
(muokTua cebanuuar) — 1t GTop-npou3BOAHBIX U Ap. C Apyroil CTOPOHBI, MPU aHAIU3E
raJlIOTEHUJIOB aJKAaHOB W TaJOrE€HUJOB CEpbl, KOrJa LEJIbI0 aHajau3a SBISETCA
omnpeseneHre Toiabko auib ['C B oOpasie co CI0KHOW MaTpuileil 6ojee MpUMEHUM

MCTO/J C UCIIOJIb30BAHHUCM KAITWJIJIAPHBIX KOJIOHOK.

B 1968 T amepukanckue ydenble n3 Hero-Hopka ncnons3osam onpenenerne I'C
B Kau€CTBE ra30-BO3/YIIHOIO Tpercepa Npu aHaau3e cTouHbIX Boa. ['C ObLI OTIEeH OT
KHUCIIOpOJIa, JUOKCH A YTIepoaa U BObl HA HAOMBHOW KOJIOHKE C CHIJIMKArejaeM JJIMHOU
1 M, a Takke Ha aKTMBMPOBAHHOM YTIJiIe B KOJOHKE TaKoW ke IJIuHbl. B KauecTBe
MOJIBYKHOM (pa3bl UCIOJIB30BAIM a30T, KOTOPBIM MOJaBald CO CKOPOCThIO 60 MIiI/MUH,
temneparypa kosoHku - 120°C, nerexkropa - 150°C. JleTeKTUpOBaJIM C UCTIOJIb30BAHUEM

JIETeKTOpa JIEKTPOHHOTO 3axBara (/193) npu xonunenTpamuun SFsokoio 1 p.p.b [104].

CumMoOHC ¢ coaBT. B 1972 r ucciaenoBad BO3MOKHOCTE UCIIOJIb30BaHus SFg kax

METEOPOJIOTHYECKOr0 TpeWcepa MPU U3yUYEHUM NEPEMEIICHUS] BO3MYIIHBIX Macc. Jlis
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UCCJIeIOBaHMs OBLIM TMOATOTOBJIEHBI 00pa3ibl SFg B BO3Myxe KOMHAThI U B a30Te.
OpnHako, aHalu3 CIEAOBBIX KONIUYECTB SFg B MPUCYTCTBUM 3HAYUTEIILHOTO KOJIMYECTBA
KHUCTIOpPOJIa Ta30XpoMaTorpauueckKiM METOJIOM C JIETEKTOPOM 3JIEKTPOHHOIO 3axBara
3aTPyHEH HAJOKEHUEM XpoMarorpaduueckux MmukoB kuciopona u Sks. Hecmotps Ha
3TO, aBTOPHI TOOUIUCH YCIIEUTHOTO pa3/eieHus Ha HAOMBHOM KOJIOHKE UTHUHOHM 6 PyTOB

(1,829 M) Ha MONEKYISAPHBIX CHTAX ¢ pa3MepaMu Top 5 A (pucyHok 6).

1 A E R

RECCORDEN RESPOMSE (1% ¥ 10710 anpares F50)

SE .

| A INJECT

1 d
= 4 o

Pucynoxk 6 — Xpomarorpamma Bo3ayxa ¢ I'C (HaOuBHast KOJIOHKA —

MOJIEKYJIsIpHBIE cuTa 5 A )

HerektupoBanue curHana ['C  mpoBoAWIM — Macc-CIIEKTPOMETPUYECKHM

JIETEKTOpOM, OOHAapyXUB MOJEKYJISApHbIH WMOH m/z 146 u Haubonee CTaOWIBHBIC

¢dparmentsl ¢ m/z 127 u 89 [99].

benbruiickuii  ydyenwrit Jlepkc, wu3ydas JIETOYHYHO BEHTHISIUIO-TIEPPY3HUIO
HEKOTOPBIX  MHEPTHBIX Ta30B C pa3IMYHON pPACTBOPUMOCTBIO B KpPOBH, BKJIIOYas
rekcaTopu cepbl, Onpeesl ero cojepaHue Ha xpomatorpade Beckman 72-5 c
HaOuBHOM KoJsioHko# (Porapak T) amunHoi 6 ¢yros (1,829 M) u D3/1. beun momoOpaHsI!
ONTUMAJIbHBIE YCJIOBHSI OTMPENEICHUS - CKOPOCTh Tra3a Hocutens (renuit) 30 mur/muH,
temneparypa koyionku - 70°C [48]. B atom xe Boeimycke Journal of chromatography

UTAIbSIHCKHE yueHble 30KKoIwIo U JIubeptu myONMKYIOT pe3ysbTaThl OMpEIeiIeHUS
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conepkanusi 'C B Bo3ayxe Takke ¢ HCHOib30oBaHMeM /D3 Ha HaOMBHON KOJOHKE
mmuoit 2 M (Porapak Q), mpu ckopoctu raza Hocutedas (a3or) 45 MI/MHH U
temriepatype KojgoHku 80°C m 100°C g nerekropa I'C ObL1 ycnemHoO OTHAENEH OT

JPYTUX KOMIIOHEHTOB BO3JyXa — KHUCJIOPOJa, YIJIEKUCIOrO ra3a U BOAbl (PUCYHOK 7)

[109].

0>
(b)
Hy0
CO‘_,
40pg
._;7
SF-"s ,./'
’/
| 1 | | |
0 e min 4

Pucynox 7 — Xpomarorpamma razo-po3ayurHoit cmecu ¢ I'C Ha HaOMBHOI KOJIOHKE

(Porapak Q)

B 1982 roay Hopsexxckumu yuensiMu R. Heggen u M. Oehme, ocHoBbIBasick Ha
pesynbrarax pabotel  CummoHca, yaanoch oOHapyxkutb cieapl ['C u CBrik; B
OKpYXalollleM BO3/lyX€ Ha YypOBHE HecKoJabkux ppt. Pazgenenne mnpoBonunu B
HaOMBHOH KOJNOHKE JUIMHOHM 2,5 M Ha MOJEKYJSPHBIX CHTaX ¢ pasMepamu nop SA u ¢

JICTEKTOPOM 3JIEKTPOHHOTO 3axBaTa [65].

Nnentuynsie yclioBus razoxpomartorpaduueckoro anammsza SFg B o0pasmax
BO3JlyXa HCIIOJb30BaiM yueHble u3 [epmanum, ABctpasmu u KaHamgel, wu3yyas

MEXKIOIyIIapHbIi 00MeH Bo3ayxa [80].
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Kuraiickue  y4yeHble  OpoBOIWJIM  aHanu3  Trekcadropuma  ceppl B
pacrpeneauTeIbHOM YCTPOMCTBE C Ta30BOM H3OJALMEH C LEeNbl0 OnpeeseHHs
NMOOOYHBIX MPOYKTOB, KOTOPbIE MOTYT 00pa30BBIBAThHCS B pe3yJbTaTe TpaHchopmanuii
I'C mom pelicTBUEM SJIEKTPUYECKOTO paspsaa WIM DJIEKTPUYECKOM HCKpbl B
IPUCYTCTBUH TBEPIBIX H3OJALMOHHBIX MATEpUANIOB, a TakXe HEOOJBIIUX KOJIUYECTB
BO/bl. Bo3moxHbIe TpaHcpopmaimu rexcadTopuaa Cepbl MPH HA3BAHHBIX YCIOBHIX

MPE/ICTABIICHHBIX Ha PUCYHKE 8.

S0k, H-0O » S0O.F++2HF
ik / A
=+ 1/20 = F- + 1/204
~ |
5fy ——+H.O0 —» SOF,+2HF ——— +H,O—» S0,+2HF
'y

SFg—» SFx+ (6-x) F ——»CuF., AlF;. WFs. CF,. SF.

v
SF,. 8Fy —H,O0 —»S0OF+2HF

Pucynoxk 8 — Cxema pacnaga I'C npu Bo31eiCTBUM BBICOKOTO HAIPSIKEHUS

Ananu3 npoBomwiu Ha raszoBoMm xpomatorpadge SHIMADZU GC-14C ¢
UCIIOJIb30BAaHUEM B KadeCcTBE  JIETeKTopa  KaTapoMeTrpa  (IeTeKTopa IO
TEIJIONPOBOAHOCTH). PazneneHne mnpoBOAWIM HaA CHJIMKAresie, MOKPBITHIM CIIOEM
JTMOKTUJ cefallHaTa TOJMIMHON 2 MM. B kadecTBe moABMKHOUM (Da3bl MCMOIB30BATIU
requit ¢ oO0wbeMHOM ckopocTthto 50 wmi/mMuH. Temnepatypa wuHxkekTopa-75°C,
Temneparypa koioHku - 50°C, temneparypa aerekropa - 75°C. Konuuectso CHy, COy,
SOF,, SO,F,, S,0Fy onpeaensan yautapHsiMu Metoaamu. [56]. Uepes nBa roga atu
YYEHbIE ONMHUCHIBAIOT HOBBIN croco0 raszoxpomartorpadudeckoro ompenenenus ['C B

ra3oBbIX 00pa3Iax u3 dIEKTPUIECKUX YCTPOUCTB.

C IIOMOIBKD HM3BCCTHBIX ACTCKTOPOB HC BCCTJa MOXKHO pPCHIMTh BCC

AHAJIUTHYCCKUEC 3aJa4u. HaanMep, ACTCKTOP IO TCIJIOIIPOBOAHOCTH HMMECT BBICOKHUH
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npeaesn OOHapyXEHHs, a IUIAMEHHO-(DOTOMETPUYECKHI JETEKTOP HMEET BBICOKYIO
CEJICKTUBHOCTh B OTHOIICHUU cepo- U (hocdopcopepikaliux COSTUHCHUH, HO MOXET HE
JICTEKTUPOBATh JIPYTME COCAMHCHHUS, COJEpXKAIMecs B Ta30BbIX 00pas3max u3
AIIEKTPUUYECKUX YCTpoicTB. Xian-Sheng Zhuang onuckiBacT HOBBIM AETEKTOP, HA3bIBAS
ero YHUBEPCAJIbHBIM, KOTOPbI MMEET BBHICOKYIO UyBCTBUTECIBHOCTh B OTHOIIeHUH ['C
(mpemen oOHapykeHUsT Ha ypoBHEe Ppbh), a Takke W B OTHONICHWH OOJBIIMHCTBA
XMUMHUYECKHX COCIMHEHUH. B razoBom oOpasie u3 snekTpudeckux yctporcTB ['C ObLT
OOHapy>KeH OJHOBPEMEHHO C PSJIOM COSIUHEHUI ¢ TOMOIIBIO IETEKTOpa ¢ MOHU3AIHEH
reaust UMIyasCHBIM paspsiom (pulsed discharge helium ionization detector PDHID)
(pucynok 9) [108].

TGO — ™
15T00ET —
ploreeiil

ELFI TN —

Inlensty

DOEIDEE] —
SO —

ST — 1

Pucynox 9 — Xpomarorpamma I'C ¢ npoaykramu nectpykiuu (nerekrop PDHID)

Takoli ke aeTekTop ObUT UCMONB30BaH coTpyanukamu Sigma Aldrich Michael
May et.al., koTopbeie pa3paboTanr HOBOE YCTPONCTBO IS ra30BOro xpomartorpada —
«jet expansion module», koTopoe MO3BOJSET aHATU3UPOBATH KUAKUE, ra3000pa3HbIC
o0pa3Ipl U CKIDKEHHBIC Ta3bl. B KadecTBE MOJICIBHBIX 00pasloB Ta30B, KOTOPBIC
MOJKHO TIEPEBECTH B IKHJKOE COCTOSHHE IIPH YMEPEHHOM CXKaTHH, YYCHBIC
ncronb3oBanu "NH; 1 SFg. s aHammMsa XHAKAX M ra3000pasHBIX 0GPA3HOB ObLI
UCIIOJIb30BaH ra3oBbiii xpomarorpad Agilent-6890 GC ¢ nerekropom PDHID, a taxxe

JUIA  aHajdM3a CXKIDKEHHBIX OO0pa3loB oOKasajcs mnpurogHbiM netekTop Discharge
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lonization Detection (DID), mo3Bossitoniuii 00HapyKUBAaTh KOHIICHTPAIMK BEIIECTB Ha

ypoBue sub-ppm [82].

Jbxeimc  Onrtod ¢ coaBTOpamMM  M3y4Yald  BO3MOXKHOCTH  Macc-
CTIICKTPOMETPUUYECKOTO JETEKTUPOBAHUS CIEJAOB  BBICOKOTOKCHYHOTO SyF19 B I'C.
AKTyanbHOCTh JTaHHOTO HWCCIICIOBaHUS OO0yCIIOBJIEHA TeM, Yro SFg MUpOKO
UCTIONB3YETCsl KaK Ta30BBIA JTUAJIEKTPUK B BBICOKOBOJIBTHOM JJIEKTpoIepenaue U B
JTaHHBIX YCIOBHSAX S,F19 MokeT oOpa3oBbiBaThCcs W3 ['C aeiicTBHEM 3JICKTPHUSCKOTO
paspsma.  Anamm3  npoBoawim Ha [ X-MC  Hewlett-Packard ~ 5992A.
["azoxpomarorpaduueckas kojnonka 24 ¢yra (7.315 metpa), cogepxamas 30% SP-2100
Ha 80/100 Chromosorb WAW. TloasmxkHas daza — renuii co ckopoctbio 20-30 mir/MuH,

temmneparypa - S0°C.

N3BeCTHO, 4TO MpU MOHMU3ALMU DJIEKTPOHHBIM yAapoMm Iipu 3Hepruu yxe 20 >B
HauOojiee 3HAYMMbIE HMOHBI B Macc-crekTpe S;Fip u SFg He oTiMyYaroTCs, YTO
3aTPyAHSIET X ACTCPMHUHUPOBaHUE. [ pereHus 3Toi mpoOIeMbl aBTOPHI YCTaHOBUIIN
MEXIy Tra3zoxpomMarorpauyeckoid KOJOHKOM M MacC-CIIEKTPOMETPOM HarpeBaeMbIi
CTpYHHBIN cenaparop, B pe3yJbTaTe HarpeBaHusi S;F19 B mpucyTcTBUM SFg 00pa3oBbIBa
SOF,, Macc-CIIEKTp KOTOPOTO yKe cojepikal xapakTepucTudnbie nosl SOF,", SOF”,
SO, yro no3BonsANo ero ooHapyx)uBath [88]. Heckobko paHee aMepUKAaHCKUE yUeHbIe
James M. Hanrahan wu Arthur R. Paterson cnenpr (oxoso 1 ppm) S,Fig B SFg
oOHapyxkuBaymm ¢ momompio MK - cmekTpomerpudeckoro aetekropa. PasmeneHue
NpOBOIWIIN Ha ra3oBoM xpomarorpade Hewlett-Packard 5750B Ha kosonke amuHO# 6.1
M ¢ 30% cumukonoBoro wmacna wa Chromosorb WAW wu € gerektopom 1o

TETUTONPOBOAHOCTH [64].

Poccuiickue yuensie FO.H. HoBoTopoB u Ap. ucciaegoBaim cocTaB raz000pa3HbIX
npoaykToB B3aumozeicTBus I'C ¢ rTuapuioM Kaniblus, SBIJISIIOLIETOCS OCHOBOM OJIHOTO
U3 CrnocoOOB MOJy4YEHHUs 3JeMEeHTapHOM cepbl. KoandyecTBO HempopearupoBaBIIETO
rexkcadTopuaa cepbl B OTXOZIIEH Ta30Boi (paze Mo OKOHYAHUM PEAKLIUU OMpPEACIISIN

Ha xpomarorpadax «l[Ber-102» wu «lIBer-550» mpu cClIeayONUX YCIOBUSX:
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MeTtamuyeckas kononka 200x0,3 cm, HenoaBmwkHas ¢aza — cunukarenb KCK-2.5, raz-
HOCHUTEJIb — IeJuil ¢ 00beMHON CKOPOCTBIO 25 MII/MUH, TeMmIeparypa KOJIoHKH -55°C,
Temneparypa aetekropa - 70°C, neTeKkTopsl - miIaMeHHO-()OTOMETPHUUECKHUNA U IETEKTOP
MOCTOSIHHOM CKOPOCTHU PEKOMOUMHAIMU. J[eTeKTOp MO TEIIONPOBOAHOCTH HE MOT OBITh
NPUMEHEH B CBSI3W C OYEHb HUBKHUM COJICpKAHHEM aHAJIU3UPYEMbIX BEIECTB H
JIOCTATOYHO HEBBICOKOM YYBCTBUTEJIBHOCTBIO 3TOr0 THUIA JeTekTopa. lIpumeHenue
MIaMEHHO-(OTOMETPUYECKOTO  JETEKTOpa  MO3BOJIMJIO  3aperucTpUpoBaTh B
aHANMM3UPyeMOW Tra3oBOoW (pa3e MATH BEIMIECTB, B TOM YHUCJIE M TEKCA(QTOPHI CEpHI.
Onpenenenune ['C mnpoBoauiau MeETOJOM aOCONMIOTHOM KanmMOpPOBKU, CTaHAAPTHBIC
pacTBOpbl TekcadTopuaa cepbl B BOJOPOJEC TOTOBUIM METOJIOM IOCIEI0BATEIBHOIO
paz0aBiieHusl. ABTOPBI JI€JIaIOT BBIBOJI, UTO HauboJjee mnojHas uHGopMalus O COCTaBe
aHAM3UPYEMOM Ta30BOM CMECH MOKET OBbITh MOJy4YeHa C MCIOJIb30BAHUEM ILNIAMEHHO-

doTomeTpryecKoro jerexkropa [26].

Macc-CIeKTpOMETPUMYECKOE  JIETEKTUPOBAHME TNPHUMEHSUIM M POCCUHCKHE
yuensie, aHammsupys 1'C OGOTAIlGHHBIH H30TONOM °'S. AHATH3 MPOBOIMIH C
UCTIOIb30BaHUEM XpoMaTo-macc-criekrpomerpa Agilent 6890-MSD 5973N. Macc-
CHEKTPbl 3allMChIBAI B PEXHUME HWOHHU3ALUU DJEKTPOHHBIM YyAapoM (SHeprus
anexkTpoHoB 70 »B). Ilpumecu pazgensin Ha KamWUISIPHON aJCOPOIMOHHON KOJOHKE
GC-GasPro 60 m x 0,32 MM ¢ MOAM(UITUPOBAHHBIM CUJIMKAreJIeM, a TakKe B KOJIOHKE
25 M %X 0,26 MM C TONUTPUMETUIICHIIMIIIPOTTMHOM. [ a3-HOCUTENb — TeNuil ¢ TMHEHHON
ckopocteio 30 cm/c. Temmeparypuwiii pexxum ¢ 30°C go 130°C ¢ rpaaueHTOM
10°C/mMun. Macc-CneKTpoMeTpUYecKr ObUIO HACHTUPHUIIUPOBAHO 23 TIPUMECH, W3
KOTOpbIX 18 BemecTB ObLIM 0OHapyxkeHbI BriepBbie. [Ipenensl oOHapykeHus mpumecei
cocraBumn 1-10®° — 5-10° mMon%. ABTOPBI YTBEpKIAIOT, YTO aACOPOLHOHHAS KOJIOHKA
MO3BOJISIET OMNPEACNIATh MPUMECH C HEBBICOKUMHU MOJIEKYJSIPHBIMM Maccamu, a
pacnpenenurenabHas — ¢ OosbliMMU. TakuM oOpa3oM, NMPUMEHEHHE ABYX KOJOHOK
MO3BOJIIET OMpPEENATh Bce OOHapyKeHHble MpumecH. [IpaBUIBHOCTH pe3ysbTaTOB

OIPE/ICIICHUS MIOATBEPIKIAIA METOIOM BapbUPOBAHMSI BETMUMHBI TIPOOKI [21].
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IIpu anamuze coaepkaHusi «mapHUKOBBIX razoB» - N,O, CH4; SFg B
CeBEpOBOCTOUYHON MHauu ObUT MCIOJB30BaH ra3oBblii xpomarorpad Agilent 6890N ¢
TJIaAMEHHO-HOHU3AMOHHBIM 1eTeKTopoM (CH4) U JeTEeKTOpOM 3JIEKTPOHHOTO 3axBaTa
(N,O, SF¢). IlepBonayansao N,O u SFg ObLIH OTIEIEHBI OT BO3ayXa Ha MPEIKOJIOHKE
0,3 Mm*x0,476 cM 1 ocHoBHOM Kononke 0,61 mx0,476 cm Porapak Q 80/100, a 3atem N,O
u SFg Obm pasmeneHbl Ha KOJIOHKE C MONEKyIApHeIMH cutamu SA  (40/60)

0,91 mx0,318 cm [57].

KiiokoM ¢ coaBTOpamMu omnucaHa METOAMKA MPOOOMOATOTOBKM 00pa3loB KPOBU
s onpeneneHust I'C, ocHoBaHHasi Ha BaKyyMHOM SKCTpakLUU aHAJIWTa M3 oOpasia
KpOBU U aHayn3e ra3oBoil ¢a3sl metogom I'X-03]1. laHHas MeToauka UMeeT Auana3oH
munerinoctn 0,01 — 1 wmx/mn [7/3] w moBtopsemocts2,3 — 3,8 %, mua I'C
pacTBOpeHHOro B  KpoBH. OpjHako, anmaparypHoe odopmieHHEe MOA00HOMN
pOOONOITOTOBKH CENAET €€ TPYAO- U BPEMS 3aTPATHOM.

Beimieonucanuble CTaTbd JAIOT NPEACTaBI€HHE OO0 OCHOBHBIX TEHACHIUSAX,
UCTIONB3YEMBIX B aHalu3€ pa3iNdHbIX OOBEKTOB Ha cojaepxkaHue SFg, KoTOpbIe
3aKJII0YAKOTCS B aNIapaTypHOM YCIOXKHEHWM, HCIOJIb30BAHUM IOCIEN0BATEIbHBIX
XpoMarorpaduueckux KOJIOHOK C pa3HOW MPUPOJI0N HEMOABMKHON (a3bl. AHANU3 psia
JUTEPATYPHBIX HCTOYHUKOB CHCTEMATHU3MPOBAaH M MPEJICTAaBIEH B BUJE TaOJUILIbI

(Tabmuna 2).

Tabmuma 2 — OnucaHHBIE B JHTEpPAType METOIBI Ta30XpoMaTorpaduuecKoro

onpenenenns 'C

Herektop | O0beKT YciaoBus MetpoJsoruyeckne | Ccblika
aHaJM3a XaPAKTEePUCTUKHU
PDHID Boznyx 3 m x3,2 mm MC 13x LOD 1,5 ppm 77,93
(150-180 Mxm) Lin 0,018- 13,25
3™ x 3,2 mm Super Q MKT/J1
150 — 180 mMxm
23] SFe 0,38 M X 6 MM LOD 0.05 ppb 100
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JerekTop | O0beKT YcaoBus MertpoJornyeckue | Ccblika
aHaJn3a XapaKTePUCTHKH
Al;0O3 (100 -120 mxm) Lin 0.1 — 200 ppb
Tounocts £4.8 %

231 Bozmyx 2 M % 3,7 MM Lin 1 — 10 ppt 63
[Topanak-Q (80-100 or 0,02 ppt
MkM) Azot (CO,)

231 Bo3nyx 0,3 M x 3,2 MM MS-5A; LOD 0.5 ppt 45
24M* 3,2Mm
Carbopack B (1% Sp-
1000) 60 — 80 mxm

23]1 Bosgyx | 1/8 inch Baymal 40-60 |LOD 1x10™ 43
MKM Lin 0.01 — 2.5 ppb
AproH (5% Boaopon)
V=05mL

23]1 Bosnyx | 17 ¢t x 1/8 uHu LOD 4x10™ mu/mn | 49
MS-5A

3] Boxa 1M x 10 mMm LOQ 1x10™° M 97
MS-5A LOD 0,1 nkmois/n
A30T [ToBTOpsiemocTs +£6%
V =20 mn

23], Bonma 1,22 m x 3,75 mm Altech | LOQ 100mkr/n 68
MS-5A
V =0,25 mn

§ Lo Boznyx 10,02 m % 2.16 mm LOD 0,5 mxr/n 38

Chromosorb T
nomdenmt-3¢up (12%)
H3PO, (0.5%)

0,3m x 2,16 Mmm
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JerekTop | O0beKT YcaoBus MertpoJornyeckue | Ccblika
aHaJIu3a XapaKkTepUuCTUKH
Deactigel (120 — 140
MKM)
V=01mL
MCJ] Bozmyx 12f x 1/8 in LOQ 3 ppb 71
(XH) MS-5A 60 — 80 mxm Lin 10000 — 7 ppb
V=1wmn [ToBTOpsiemocts 4 %
MC Bozmyx/ 20 m x 0,2 mm x 0,33 |H/a 75
Kuakocts | MkM HP-5
Temp -30 - -60 °C
50 Mk
23]1 Bona 60 M x 0,32 mm GS-|LOD2x10™" mn 41
GasPro [ToBTOpsiemocts 4,3 —
[enuit 6,7 %
O3]1 Bo3nyx 50m % 0,22 mMm x 0,6 MKM | H/a 85
OV-101
-40 — 80 8°C /mMuH
50 m x 0,32 mm SIO,
AIKCI, 80 — 200 10°C
/MuH
931 30 m x 0,32 mm LOD 25 ppt 59
GS-GasPro Lin 25 ppt — 1 ppm
A3sor
N3otepma 70 °C
23/ KpoBs 4 m x I/4 in. Porapak T |Lin0,01-1wmkn/mn |73

(40-100 mesh)

40 ml/min

[ToBTOpsiemocts 2,3-

3,8 %
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0O0630p nUTEpaTYpHI M0 razoxpomMaTorpaduyeckoMy onpenesneHuto rekcadgropuaa
Cepbl MOKAa3bIBAET, YTO pa3JieJIeHUuE Ta30BbIX cMecel, coaepxkaimmx ['C, Moxer ObITh
JOCTUTHYTO Ha HACAJOYHBIX M KAMWJUIAPHBIX KOJIOHKAX, C UCIIOJIh30BAHUEM B KAUECTBE
HEMOABMXHOU (ha3bl Kak aacopOEHTOB (LIEOJIMTOB, CHIIMKATeNs U JIp.), TaK U KUIAKUX
da3 (BapmaHT pacmpeaeauTensHoi  xpomatorpaduun). OpmHako, 3GhEHEKTUBHOCTH
HACaJ0YHBIX KOJOHOK HE BBICOKA, YTO MPHUBOJMUT K YBEIMYCHHUIO BPEMCHH aHAn3a U
HEJIOCTaTOYHO HM3KUMH TIpelenaMu oOHapyxkeHus. B To xe Bpems, aHanu3
JUTEPATYPHBIX JTAHHBIX IIOKA3bIBAET, UYTO JETCKTHUpOoBaHWEe SFg B pasmuyHBIX 1O
COCTaBy OOBEKTaX MOMKET OBITh MPOU3BEIACHO C HCIOJIB30BAHHEM IIMPOKOIO Kpyra
nerexkropo — 931, MC, UK, ATII, PDHID. Beibop ycioBuii xpomaTorpadudeckoro
aHallM3a Cpeaud Ha3BaHHBIX BBIIIE OOYCIABIMBACTCA HUCKIIOYUTEIHFHO COCTaBOM
aHAIM3UPYEMOT0 00BEKTa U KOJUYECTBEHHBIM cojiepkanremM B Hem ['C. HaumGombiei
YyBCTBUTEJIBHOCTRIO 0Omamaer [J[O93, wucnonas30BaHUE KOTOPOTO COMPSIKEHO C
HEKOTOPBIMHU TPYJTHOCTSIMHU, CBSI3aHHBIE C BBOJIOM IPOOBI, 00yCIaBIUBAIOIINECS KpaiHe
BBICOKOM YYBCTBUTEIBHOCTBIO JIETEKTOpAa K MPHUMECSM B COCTaBe MpoObI MU Ta3e
HOCHUTEJIC W OTHOCHUTEIHHO Y3KHM JIMHCHHBIM JUHAMUYCCKAM aHMama3oHoM. J[is
OTIPEJICIICHHS CEPOCOIEPKAIUX COCTUHEHUIM MPOKOE MPUMEHEHHE HAIllel MJIAMEHHO-
(bOTOMETpUYECKUN  JETEKTOp, OJHAKO CBEAEHWH O €ero WCHOJIb30BaHUU B

KoJimyecTBeHHOM ompenenenuu ['C B iutepatype He HaiineHo [26].
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1.2.2. Uuble MeTOABI onpeeieHust rekcagropuaa cepbl

B nmurepaTtype €CTh €AMHUYHBIC YIIOMHHAHMS HMCIOJB30BaHUS JPYTUX METOJIOB
onpenenenus I'C, Tak B BO3AyXe MPENTIOKEHO NIPOBOAUTH onpenenenne merogqom K-
CHEKTPOCKONMHU IO AHAJIUTHYECKOMY BOJHOBOMY uuciay 947.9 cm™ [94]. Hpyrumu
aBTOpaMU NPEUIOKEH CEHCOp Ui ONpelesieHusl rekcadTopuaa B BO3AyX€, NPHUHIHUII
JEUCTBUS KOTOPOTO OCHOBAH HA KaTaJIOMEHECLEHLIUN C JUANla30HOM JIMHEHMHOCTH § —

5600 mr/n u npeaenom ooHapyskeHus 6,2 mr/a [47].

[Ipyu KTUHUYECKUX UCTIBITAHUAX MpenapaToB Ha ocHoBe I'C B aKCnepUMEHTaxX Mo
U3YYEHHIO (apMaKOKMHETUKHU HCIOJIb30Bajach JIMHEHHAs 3aBUCHUMOCTb MEXIY
WHTCHCUBHOCTBIO aKyCTUYECKOTO CHTHAJla M KOHIICHTpanuel npemapara [67, 84, 107].
B uccnenoBanuu [67] Ob110 OKa3aHO, YTO JTMHEHHAS 3aBUCHMOCTD SIBIISICTCS (DYHKITHEH
TEMIEPATYPbI, IPU KOTOPOUN MPOUCXOAUT U3MEPEHUE U HAOIIOJAETCsl B KOHLIEHTPALUAX
Hwke 1,5 mr/n (mpu +20°C) u Huxe 1,0 mr/n (mpu +4°C), ogHAKO B TEX K€ UCTOUHHKAX

OTCYTCTBYCT I/IH(i)OpMaLII/IiI O APYTUX XaAPAKTCPUCTHUKAX MCTOIUKMU.
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1.3. Metoabl Npo0ONOATrOTOBKHA KPOBH MPH ONpPeaeSieHUU ra3oB

Omnpenenenue conepkaHus razoo0pasHbIX BEIIECTB B KPOBU — 3ajadya, KOTOPYIO
u3ydaloT ¢ cepeaunsl XX Beka. bmaromapst pa3Butnio (QU3NKO-XUMUYECKHMX METOJIOB
aHaJIN3a CTaJ0 BO3MOXKHBIM OIPEAEIICHUE Ta3000pa3HbIX BELIECTB B OMOJIOTMYECKOM
MaTepuase, 4YTO MO3BOJWIO KOHTPOJIMPOBaTbh MHOTME OMOXMMHYECKHE IapaMeTphbl

HOPMAJIBHOT'O COCTOAHUA OpraHrn3Ma U OTACIbHBIX CUCTCM.

CoracHo IUTepaTypHbIM JaHHBIM, HAMOOJIbIIIEE BHUMAHKE aHATUTUKOB YCICHO
METOJaM  OmpefeNieHuss «(U3MOJIOTHMYECKUX Ta30B». YITEKHUCIOMY, YrapHOMY,
KHUCIIOPOJy U HEKOTOPBIM JPYTHUM, YTO OOYCJIOBJIEHO MX POJIbI0O B OMOXMMHUYECKHUX
nporeccax. Tak, pazmuaasie popmbel CO, BXOAAT B cocTaB ruapokapOoHaTHOTO Oydepa
KpOBH, T.e. mojnepxkuBaer PH kpoBu mnocTosiHHBIM, O, — HCTOYHUK SHEPrUU A
ounonoruueckux nporecco; CO — KpOBSIHOM 1.

W3 ananusza nuteparyphl, NOCBSIIEHHOW MeToAaM MpoOONOArOTOBKM 00pa3lioB
KPOBHU U IJIA3Mbl JJIS eI XMMHYECKOTO aHaln3a MOKHO CJlieJaTh BBIBOJ 00 OOIIMX
OpUHIUOAX padOThl M pa3IUyusAX, OOYCIABIMBAIOIIMXCS pa3IMYHON IMPUPOION
aHaJIHTA.

[IpsiMoit 1 OBICTPBIN XpoMaTorpadUUecKuii METO OMpEeNeNIeHUsT yrapHOro rasa
omucan Kommcom ¢ coaBTopamu [46], coracHO koTopoMy HE TpeOOBaIOCh
BaKyyMUpOBaHUsI 00Opaslia Wi €ro TMOBTOPHOTO pacTtBopeHus. Jlns aHanmza
UCIIOJIb30BaIaCch HaOWBHAsI KOJIOHKA, TJ€ B Kau€CTBE HEMOABM)XHOW (ha3bl BHICTYIIATIH
MoJieKyIspHble cuta 30 — 80 MkM ¢ quameTpoM mop 5 A.

B ananmusze 1maHugoB Obula TpUMEHEHA JeppuBaTu3anus (MepeBoa B
IUAHUIXJIOPHI) C TOCIACAYIONMM XpomarorpadupoBanneM Ha kosonke CP Sil 8B
MeTwicwIukoH  (50M*0,23mMXx0,12MkM). D10  ciabomosisipHass  KOJIOHKA €
BO3MOXXKHOCTBIO aHajM3a OOJBIIOr0 MHOTrooOpa3us BemecTB. IIpoGomoarororka
3aKJroyvaiach B oT0Ope 5 Ml KPOBU M PacTBOPEHUHU B Bojie B cooTHomeHun 1:20. Jlms
nepeBo/ia IHMAaHWIAa B MOJEKYJSIpHYIO (GOpMy K TMOJIYYEHHOMY pacTBOpY OBLIO
no6asieno 100 mxi docdopHoit kKUCHOTH. B pacTBOp ObUIM MOMEIIEHBI CIICHMAIbHBIC

npobupku, comepxamme 1 M 0,5%-HOro BoJHOro pacTtBopa xJjopamuHa. Jlanee
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MPOBOAMIIM MHKYOUpoBaHue B TeueHue 90 MuHyT npu Temieparype 65°C. JIuneHHOCTh
Metoauku coctaBuia 5 — 1000 mxr/n, LOQ 100 mkr/n, LOD 5 mkr/n, noBropsiemocts 1
— 8% [87]. Omnako, u3-3a BbICOKOW ycToWuuBocTH I'C HEBO3MOXKHO MPEIOJIOKUTH
yIOOHBIH cr1ocob ero [eppuBaTU3alUU.

[Ipu ompenmeneHWM MOHOOKCHIA YTIEpojia TMPUMEHIIM HarpeBaHue obOpasia
KPOBH C MOcCHeAyroneid o0paboTkoil BOJHBIM pacTBOPOM Kaiaui rekcanuanodeppara
(I1). XpomartorpadupoBair Ha HaOMBHON KOJIOHKE C MOJCKYJIApHbIMU cuTamu 60-80
MkMm, 5 A [61].

B pabote Ymnmpeca ¢ coaBropamu [42] nuama3oH JTUHEWHOCTH JJII MHOTHX
ra3oo0pa3HbIX BellecTB cocTaBuil 4-20 MMOJIB/J (IETEKTOP MO IEKTPOIPOBOTHOCTH).

JIJis onpeseieHHss MHEPTHBIX Ta30B B KpoBH Tomonara c¢ coaBTopamu [102]
MPEIIOKUIA  UCTOJIb30BaTh M3BECTHBIE METOJBI OIpPEACIICHUS HWHEPTHBIX Ta30B,
OMMCAaHHBIX B TreoxuMUYeckux nyOnukamusax [40,41]. TomoHara mpemIOKHUI
MOAUGPUIIUPOBATH ITH METONbI JUIS BO3MOKHOCTU TPUMEHEHHS] TpU padoTe C
OnonornyeckuMu obOpasnamu. MeTon 3akirodyaeTcss B LEHTpUGYTHPOBAHUU 00pasiia
KpOBU 1A OTAEICHUS (DOPMEHHBIX AJIIEMEHTOB C IMOCICIYIONIUM BaKyyMHPOBaHHUEM
HAJ0CAA04YHON KUAKOCTH. ABTOphl [58] yTBepkmaroT, 4YTO [UIsI BBICBOOOKICHHMS
PacTBOPECHHBIX Ta30B W3 KPOBHM MOXKHO HCIIOIH30BATh CIICIIMATBHBIE BaKyyMHBIE
YCTaHOBKH, BbIIepkuBatomiue nasienue mexee 13,3 Ia (0,1 mm pt cr). DTOT ciocob u
obi1 mpumeHeH Kiokom mipu ompeneneHun ['C B KpoBH, OJIHAKO CIIOKHOCTH
anmapatypHoro oGpopMJICHHUS ACNaeT KpalHe 3aTpPyIHUTEIBHBIM HCIOJIB30BaTh €T0 B
MOTOKOBOM aHAJIU3eE.

B HKCIIEPUMEHTAX 1o razoxpomaTrorpauyeckoMy OTIPEJICTICHUIO
nepdTopyrieBoa0poI0B B OHoornueckux oopasiax [44, 105] npennokeHo MpoBOIUTh
aHaMM3 KPOBH 0€3 MpEeABapHUTEILHON MPOIEAYpPhl BaKyyMHUPOBaHUS OOpaslloB, a ¢
MTOMOIIIFI0 @aBTOMATHYECKOTO yCTPOMCTBA BBOJIA Ta30BOH (ha3bl, HAXOJISIICHCS B BHAJIC
HaJ oOpasloM KpOBH, Jera3alyds KOTOPOW JIOCTHUTACTCS JCHCTBHEM HarpeBaHUS.
[Ipenen KOJWYECTBEHHOTO OMpeneNieHusi Takoro crmocoba coctaiser 0,05 HI/T ¢
noBTropsieMoctbio 3,1 % wu TouHocThio 11 %. OpHako, MOMHUMO OOJBIIOTO OO0BEMA

BBeneHus oOpasia (1 mut ra3oBo# (aszbl), mpeiaraeMplii MeTo ] TpeOyeT CrenuaaIbHOTO



32

o0OpylOBaHUS /I OCYIIECTBICHUS  aBTOMAaTHYECKOTO BBOJA, UTO  JeNaeT
3aTpyIHUTENIbHBIM IpUMeHeHue s onpeneneHus ['C B mOTOKOBOM aHalu3e.

Takum oOpazoM, HaMu HE OBUTO HAWACHO OMHCAHHS B JUTEPAType aJTOPUTMA
pOOOMOATOTOBKH ~ KPOBH, HE  TpPEOYIOMIEro  JOPOTOCTOSIIET0  CIENHUaIbHOTO
o0opynoBaHusi JUid BBoJa oOpaslia WM CcUCTeM TmpobomoarotoBku. [loaTomy
pa3paboTKa MPOCTOTO AJITOPUTMa MPOOOIIOATOTOBKHA 00pa3I[0B KPOBU, KOTOPHIA OymeT
3aJI0)KEH B OCHOBY MeTojauku omnpeneiaeHuss ['C sBisercss akTyaldbHOW 3amauei

XUMHUYCCKOI'O aHaJIn3a.
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1.4. MeToabl KOJUYEeCTBEHHOI0 AHAJIN3A B ra30Boi xpomarorpadun

Kak mnpaBuno, razoxpomarorauyeckoe OMpPEIEICHUE pPa3IHYHbIX BEIICCTB
OCYUIIECTBJISIETCSl C TMPUMEHEHMEM MeEToJa BHYTpPEHHEro craHjapra. B kadectBe
MOCJIETHETO OOBIYHO MCIMOJIB3YETCS COEAMHEHHE, IO CBOEH CTPYKType MOJ00HOe
ONpE/ENsieMbIM BEIIECTBAM M HUMEIOUIME OJM3KHE K HHUM (U3HKO-XUMHUYECKHE
razoxpomarorpauyeckiue M Macc-CIeKTpalibHbIe XapakTepucThku [4]. BHyTtpennue
CTaHJapThI OBIBAIOT JABYX POJIOB: CTAHAAPTHI — UMUTATOPHl U COOCTBEHHO BHYTPEHHHIA
cTaHaapt. VMmuTaTophel CiyXaT s ONPEACNICHHs KOHLEHTPAIMU OIpeaAesIIeMbIX
KOMIIOHEHTOB, MOJIEIHMPYsI UX MOBEJEHUE B Ipoliecce MPOOONMOArOTOBKM U aHAIN3a,
OHM J00aBISAIOTCS NEPE] HadyajloM aHajiu3a B Ipolecce MPOOOMOArOTOBKH WIH IpPH
OIpE/ENEHHBIX MpOLEaypax MpOoOONOAroTOBKH. VICTHHHBIE BHYTPEHHHE CTaHAAPTHI
CIIy’KaT JUJIsl KOHTPOJISI BCEro Mpolecca aHajiu3a — OT KadecTBa MPOOONOATOTOBKHU 10

paboThI anmapaTypsl.

B razoBoil xpomartorpaduu i KOJMYECTBEHHOI'O aHalW3a B OCHOBHOM
UCIOJIb3YIOTCS. METO/bl a0COJIIOTHOW TIpaJyHUpOBKHM, BHYTPEHHEH HOpMalM3alld U
BHyTpeHHero craHgapta [13]. Meton aOCOMIOTHONH TpaaydpOBKM OCHOBaH Ha
pa3zeabHOM JI03MPOBAHUU B XpOMAaTorpad OmnpeaeieHHbIX KOIMYECTB aHAIU3UPYEMOM
npoObl M 00paslia CpaBHEHHUS C TMOCIEIYIOIIMM COIOCTaBICHUEM IUIOIIAEH MHKOB,
pa3InyaloT HECKOJIbKO ero Moaudukanui [25]: MeToq mpsMOro CpaBHEHHS W METOT
KaJIMOPOBOYHOM MpsMoil. B «kilaccuueckoM» BapuaHTE METOJ BHYTPEHHETO CTaHaapTa
npelycMaTpuBaeT A00aBlI€HHE K H3BECTHOMY KOJUYECTBY aHAIM3UPYyeMOUW MpoObI
OMPEJEIEHHOr0 (M3MEPEHHOT0) KOJMYECTBA HE COJIEPKAIIErocss B UCXOJHOM 00pasle
ATaJIOHHOIO BEILIECTBA (BHYTpEHHETO CTaHJ1apTa) u MOCIIEIYIOIIEe
xpoMarorpadupoBaHue MNPUTOTOBIEHHONM cMmecu. Ero BapuaHTOM SIBJISIETCSI METOJ
CTaHAApTHON NO0OaBKH, B KOTOPOM B KAaUECTBE CTAaHJApTa UCIOJb3YIOT BELIECTBO YKe

IIPUCYTCTBYIOILIEE B AHATIM3UPYEMOM CMECH.

B 10 e BpeMs, poBeieHNE aHAJIM3a PEATTbHBIX 00pa3oB NPUPOIHBIX OOBEKTOB,

npeacTaBJICT coOo CJIO)KHYIO 3a/la1y B CBA3U C IIPUCYTCTBYIOIIIMMU W MCHIAOIIIUMHU
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ONpEIEICHUI0 KOMIIOHEHTaMH TMpoObl (Marpuiei). Bo3MoxHbIMH  BapHaHTamMH
MOBBIIEHUS HAJECKHOCTH PE3YJIbTATOB aHANIM3a HA YPOBHE CIEHOBBIX KOHLEHTPALIHA
npyu IpoOONOJArOTOBKE CIY’KaT CEJIEKTUBHAs OJKCTPAaKUUWsA, JeppUBaTU3ALMSI U

NpUMEHCHHE BHYTPEHHETO cTaHaapTa [2].

Jlpyroit uHTepecHoi MoaudUKaIe MeToAa BHYTPEHHETO CTaHAapTa SBISETCS,
BriepBble npemtokeHHsld M.C. Buraepray3oM, MeTOJL JBOMHOTO BHYTPEHHETO
crangapra [14, 21]. [lpuHOMOD Merona 3akKIOYaeTCs B TOM, YTO aHAITH3HPYEMBIH
oOpaser] BHOCAT HE OJHO, a JIBa CTaHIAPTHBIX COEIMHEHUS, KOTOPHIE JIIIOUPYIOTCS
Iepes U Iocie onpenensiemMoro seuecrnsa. [IpuMeHenne nByX CTaHAAPTHBIX BEILECTB
JUIsL  ONIPENENICHUs] COAEpKAaHMM B 00paslie IEJIEBOr0 KOMIIOHEHTAa IO3BOJIAET
3HAYUTEJIBHO YBEJIUYUTH BOCIIPOU3BOAUMOCTH U IPABUIBHOCTH PE3YyJIbTATOB aHAJIN3A.
OCHOBHBIMHM JIOCTOMHCTBAMHU 3TOM MOIM(HUKAIMU METOJAa BHYTPEHHEro CTaHjaapTa
SABJISIIOTCSI HUBEJIIMPOBAHUE CIYyYalHOW COCTABJISAIOMIEM NOTPEIIHOCTH U IOJyYECHUE
BO3MOXKHOCTH TpeHeOperarb HauOOJBIIMMH Pa3IMYMICM B UYHUCICHHBIX 3HAUYEHUSAX
KAJIMOPOBOYHBIX MHOXHUTENEH, €CIU CTaHAapTHbIE BEIIECTBA M  OIpPEAeNIIeMbli

KOMITOHEHT UMEIOT OJIM3KHE XUMUUYECKYIO PUPOJTY U MOJIEKYJISIPHBIN BEC.

KOMHGHCHpOBaTB IMoTCpH OIIpCACIIICMOIO COCOIUMHCHUA Ha cTaauu
HpO6OHO,Z[FOTOBKI/I MOXHO BBCIACHHUCM CTaHAAPTOB B HCXOJIHBLIC 06pa3u1>1. M3 Bcex
MCTOOJOB KOJINYCCTBCHHOTI'O XpOMaTOFpa(l)I/I‘ICCKOFO aHajin3a B 3TOM CJIydac MOT'yT OBITH

WCTIOJIB30BaHBI TOJIBKO JIBA: BHYTPEHHETO CTAaHAAPTa U CTaHAapTHOM nmobasku [15].

B ananutHueckoi npakTHKE reTeporeHHble 00pa3ibl BCTPEUAIOTCS BECbMa YacTo,
HallpuMep, B BHJE CYCIIEH3UH MW OMYJBbCUM, a4 TaKXe CMECEW, JONOJHUTEIBHO
COJepKallie KOMIIOHEHTHI, KOTOpble 00JalaloT COPOLMOHHBIMH CBOWCTBAMHU.
HenocpencTBeHHOE 103UpOBaHUE TAaKMX OOPA3LOB B XpOMATOrpauuecKUe KOJIOHKHU
HEKEJaTeNIbHO, TaK KaK MPUBOANUT K UCKAXXEHUIO pe3yibTaToB. [Ipu anamuse mogoOHbIX
o0pa3loB Ha CTaJAMM MOATOTOBKU MPOObI PEKOMEHIYIOT TpaHC(HOPMALMIO HCXOIHBIX
00pasnoB B rerepodasubie cucteMsl [15,25], B KOTOPBIX aHAIM3HPYEMbIe COCTUHCHUS

pacnpeneneHbl B COOTBETCTBHHM C KOd(DPHUIIMEHTAMU pachpeeseHus, a MeIIaolue
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KOMIIOHCHTBI MaTpulbl COCPCAOTOYCHBI B OAHOM H3 CJIOCB. HpI/I 9TOM AHAJIN3UPYIOT

HauoOoee HOI[XO,ZISIHII/Iﬁ clioun IMOJIYYCHHBIX I‘eTepO(i)aSHBIX CHCTCM.

XapakTepucTUKa METO/0B KOJMYECTBEHHOTO XpOoMaTorpaduucKkoro aHajimsza B
CPaBHEHHH IO KPUTEPHUSIM HX MPUMEHUMOCTH K 00pa3liaM CO CIO0HBIM COCTaBOM Kak
HEOOXOMMOCTh MCIIOJIb30BAHUSI JOMOJHUTEIHEHOTO 000pYAOBaHNUs, BCIIOMOTATEIbHBIX
Olepauuii MOATOTOBKM MpPOO WJIM TPagyupOBKH, BO3MOXHOCTH OIPEIEICHUS
COJEp)KaHUSl aHauUTa B O00pa3llax BHE 3aBUCHUMOCTH OT HUX o00bema, 3(PQeKTs
KOMIICHCAIIUM HETOJIHOTHl M3BJCUCHHs] AHAIWTOB W3 MATpPUIl M OICHKa 3arpar

BpPEMEHU MpUBeIcHbI B Tabuie 3 [14]

Tabnuna 3 - CpaBHUTENbHAS XapaKTEPUCTUKA METOIOB KOJIMYECTBEHHOTO
XpoMaTorpaduuecKkoro aHajau3a 1o KpuTepusiM UX MPUMEHUMOCTH K 00pasiam co

CJIOKHOM MaTpuiieit [14]
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Bo wMHOrmx pykKOBOJCTBax JIEKJIApUPOBAaHBI TPEOOBAHHWS K BHYTPCHHEMY
CTaH/JapTy, OCHOBHBIMM W3 HHX SBISIOTCS: MHEPTHOCTh K KOMIIOHEHTaM IMpOOHI,
CIIOCOOHOCTh ~ CMEIIMBATHCA C KOMIIOHCHTaMH, TIOJHOE XpomaTorpadudecKkoe
paszieJieHue C ONpEeNeNsieMbIMU COCAMHEHUSIMU M, B TO JK€ BpEeMs, HE CIHUIIKOM
OoJbIIIME pa3inyms B mapaMeTpax yaepkuBanus [14]. Takum TpeOOBaHUSM OTBEYAIOT B

OCHOBHOM I'OMOJIOTH OIIPEACIIACMBIX COCHHHGHHﬁ, B TOM 4YHCJIC U30TOITHO-MCUYCHHBIC.

[IpeuMyl11iecTBOM HCIONB30BaHUA METOAA BHYTPEHHErO CTaHAapTa SBISETCS B
TOM, YTO MHUHHUMM3UPYIOTCSI TIOTPEIIHOCTA pPE3yJIbTaTOB aHalK3a, BbI3BAHHbBIC
CllydailHbIM U3MEHEHHEM OCHOBHBIX ITapaMeTPOB XPOMATOTpapUUECKOro KCIepuMEHTa
(Temneparypa KOJOHKH, COCTaB M CKOpPOCTb MOABWXHOW (pa3bl, PEeXHUM pabOThI
JETEKTOpa), MOTOMY UYTO OTKJIOHEHMs YCJIOBUU OYyIyT MOXO0XKHM OOpa3oM BIHUATH Ha
KayeCTBEHHbIE M KOJUYECTBEHHbIE MapaMeTphl XpomaTorpaduueckux IHKOB BCEX
BEILECTB MpOOBI (M OmMpenesieMbX M CTaHIapTHHIX). Kpome TOro, He HY>KHO 3HaTh

a0COTIIOTHOE KOJIMYECTBO BBOJUMOM MPOOBHI.

VYcaoBus xpomarorpadupoBaHusi JOJKHBI 00€CIeUMBATh MOJHOE pa3jielieHue
MMKOB AHAIM3UPYEMOTO M CTAHIAPTHOIO COEAMHEHUW, MPU 3TOM BCE OCTAIbHBIC

KOMITIOHCHTBI CMCECH, HC MPCACTABIAIONIINEC MHTCPECA IIPpU aHAIN3C, MOT'YT BOO6H_IC HE



37

OTIIENATHCS APYT OT Apyra WIH K€ BOOOIIe He MPOSBISATHLCA Ha XpOMAaTOrpaMMe (B 3TOM

3aKJIIOYACTCA IIPCUMYIICCTBO AAHHOT'O METOAA II0 CPABHCHUIO C MCTOJOM BHYTpeHHef/'I

HOpMAaJIU3AL1H).

Bri6op BHYTPEHHET O CTaHJapTa PYKOBOJICTBYETCS CIICAYIOIIMMU
TpeboBanusaMu[23]:

1.  BemiecTBo-cTaHAapT JOJHKHO MOJHOCTBIO CMEIIMBATHCS C aHAIM3UPYEMON

npo0oil W JOMKHO OBITh WHEPTHO W K €€ KOMIIOHCHTaM, M K HCIOIb3YEMbIM
MOJIBM)KHBIM U HEMOJABMKHBIM (pazam.

2. KoHuieHTpamuio BeliecTBa-cTaHAapTa B aHAIU3UPYEMOH MpoOe HYKHO
noAOupaTh TakuM oOpa3oMm, YTOOBl OTHOIIECHHUE IUIONMIAJIE MUKOB CTaHAapTa u
aHAIM3UPYEMOT0 KOMIIOHEHTA ObLJIO OJM3KUM K €AUHUIIE.

3. B pabounx ycloBUAX TMpPOBEJACHUS aHaIM3a MUK BElIECTBa-CTaHAapTa
JIOJDKEH pacroJiaratbCsi Ha XpoMarorpamme Mo OJIM30CTH OT MHUKOB aHAJIU3UPYEMBIX

COEeIMHEHUH.

M3 BBIIIECKAa3aHHOIO MOKHO IIpCAIlOJO0XKNUTb, YTO H3 BCCIrO0 MHOT 006pa31/151
CyYmCCTBYIOIIMX BCHICCTB HEC HaﬁﬂeTCH TaKOC, KOTOpPOC Obl OTBEYAJI0O BCEM

NPEAbABISIEMbIM TPEOOBAHUSAM K BHYTPEHHEMY CTaHIAPTY.
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BeiBoaLI Io riiase 1.

1. bonpmmHcTBO  MetomoB  ompexaeneHus ['C ocHOBbIBarOTCA — Ha
razoxXpoMarorpapuueckux crocodax ¢ pa3aIMuHbIMHU TUIIAMU JETEKTOPOB.

2.  JleTeKTop 3JIEKTPOHHOTO 3axBaTa 00Ja/laeT BHICOKOW UyBCTBUTEIHHOCTHIO,
HO HU3KUMM JIMHAMHYECKUM [Mala30HOM JIMHEWHOCTH MO oTHoumeHutro K I'C, yto
JIeJIaeT €ro He MPUTOJHBIM B pa3pabOTKe METOJUK, MPEANOJararlux ONpeesieHue
I'C B mmupoKOM Juana3oHe KOHLIEHTPalui.

3. Bei6op BHyTpeHHero craHgaptra mnpu omnpexneneHun ['C sBisercs He
TPUBMAJIBHOW 3ajayei B BHJY OTCYTCTBHUS YCTOMYMBBIX, HE TOKCHYHBIX
(TOPIPOU3BOAHBIX CEPHl U B CBSI3U C TPYAHOJOCTYIMHOCTBIO H30TOIMHO-MEUYEHHBIX
TOMOJIOTOB.

4, MupoBble TEHIEHUMU MpPU aHajdu3e OO0pa3LUoB CO CIOXKHOM MaTpHIeH
3aKJIIOYAlOTCs B TOM, YTO YCJIOXKHSETCS ammapaTypHas 4acTb (IpUMEHEHHue
BaKyyMHUpOBaHHs, TEPMOAIKCTPAKIMK OOpa3loB) M MapajuleIbHO BBICTPAMBAIOT
HECKOJIBKO XPOMATOrpaUUecKuX KOJOHOK C PA3IMYHON MPUPOJION HENmOABMXKHOU
(a3pl, yTO NenaeT mpeajgaraéMble METOAMKU TPYAHOAOCTYNHBIMHU JJisi BHEJAPEHUS B
LIIUPOKHI KPYT J1a0OpaTOpHid.

S. [IpennoxxeHHas aKycTuyeckass METOMKA ornpeneneHus coaepxkanus 1'C B
KpPOBH, OTPAaHUYEHA TE€M, YTO AKyCTUYECKHWA CUTHAJI PErMCTPUPYETCS JIMIIb OT TOTO
rekcapropuaa cepbl, KOTOPbIM 3aKJIIOYEH B MULEIULY JEKapCTBEHHOH (OpPMBI, U HE

MO3BOJIIET OLIEHUTH pealibHYI0 KoHLeHTpanuto ['C B KpoBH.
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I')TABA 2. MATEPHUAJIBI, AIIITAPATYPA U METOAbI UCCJIEJOBAHUA

2.1 Onucanme PCAKTUBOB, CTAHAAPTHBIX 06pa3u0B n MaTepuajioB

JIiist pa3pabOTKH METOJUKHA KOJMYECTBEHHOTO OMpenesieHus rekcadTopuma cepol
B KPOBHU U MPOBEJCHUS €€ METPOJIOTMYECKON OLIEHKU OBLIM MCMOJIb30BAHbI CIIEIYIONINE
PEaKTUBBI:

Bopna nenonnsupoBaHHas.

Iexcadpropun cepbl  «3rera3, TMOBBIIMIEHHOW YHUCTOTBI», TMOCTABIISEMbIN
komnanueir OO0 «[l"anonmonumep Kuposo — Uenenik» TY 6-02-1249-83 ¢ usm. 1, 2, 3,
4,5, 6. XapakTepucTHKa cephl rekcaTopuaa mpeacTaBiaeHbI B Ta0IHIE 4.

Tabnuua 4 — Xapakrtepuctuka rekcapTopuaa cepbl MoBbIIIeHHOW YucTOTh (TY

6-02-1249-83 cuzm. 1,2, 3,4, 5, 6.)

[TapameTpsl Hopma
Maccosag gonst SFg, %, He MeHee 99,9
MaccoBas goJist mpuMeceit (KMCIopo/I, a30T, BO3ayX), %, HE 0,04
Oomee
TerpadTopmeran, %, He Oomee 0,04
MaccoBas fgost Boabl, %, He Ooee 0,0015
KucnorHocth B mepecuete Ha MaccoByro noito HF, %, ne Gomnee 0,00003
MaccoBast 1071 THAPOTU3UPYEMBIX (PTOPUIOB B IepecueTe Ha 0,0001

MaccoByto jgoito HF, %, He 6onee

ToxcuuyHOCTH HE TOKCUYEH

I'entan stanonnbiit (x.4., 'OCT 25828-83) ocymancs Haa NIEHTOKCHIOM

docdopa.

YerbipexxjaopucTsiil yraepoa xumuuecku ynuctoii ([OCT 20288-74, I'CO 7814-
2000).

Toayon (I"CO 7814-2000).
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Orunanerart (x.4., OCT 22300-76).
bensoin (x.u., TOCT 5955-75).
Becor ananmtiueckue GR-120 (I ximace Tounoctu mo 'OCT OIML R 76-1-2011)

Mexannaeckue jgo3atopbl Thermo Scientific «Jleanumnery.

Kon6s1 mepusie: 10, 25, 50, 100 mu (1 kmacc Tourocty, mo 'OCT 1770-74)

I'azoBeiii  xpomatorpad Agilent 7860A ¢  Macc-CIEKTPOMETPUUECKUM
nerexkropom (MC/I) Agilent 5975.

Hcnonb30BaHHBIE B pab0OTE KaMWLUISIPHBIE KOJIOHKHU JIJIsl Ta30BOM XpomaTorpadun
U UX XapaKTEPUCTUKHU MIPUBEIACHBI B TA0IHIIC .

Tabnuua 5 — XapakTepucTUKa UCIOIb30BaHHBIX XPOMATOIpapuueCcKuX KOJOHOK

Tun xonoHKHU HGHO,Z[BI/DKHaH KU IKas1 (1)2133

HP-1MS 100%-meTHII-MoNMMCUIIOKCAHOBAS dbaza,
nnuaa 30 m, auametp 0,25 MM, TONIIMHA

mieHku 0,25 MKM

HP-5MS 5%-pennn-95%-metun-
noiucuiokcanoBast (dasza, nmuHa 30 M,
nrametp 0,25 Mm, tommuHa mieHku 0,25

MKM

HP-INNOWAX [MonusTunenraukoip, minHa 30 M,
muametp 0,53 MM, Tommuuaa ek 1,00

MKM

Jyst 0OpaboTKH TaHHBIX UCIIOJIB30BAIM MpoTrpaMMHOe obecrieuenne ChemStation

(G1701EA E.02.02.1431, Agilent Technologies, CLLIA).
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2.2. IIpuroroBjieHue pacTBOPOB
2.2.1. Bpi00p 3KCTpareHTa ¥ NPUroOTOBJIEHUE PACTBOPa reKcaToOpuaa cepbl

I[J'ISI HaWJIYy4UIICro u3BJICYCHUA I'C u3 MaTpHUIbI O6p8,3118, B Ka4CCTBC JOKCTpArcHTa

HE00X0MMO HCII0JIb30BaTh pPacTBOpHUTENb, B KoTopoM I'C Xxopomo pacTBOpsieTcs

(Tabnuia 6).
Tabmuma 6 — PactBopumocts I'C mipu 20 °C, 1 aTm.
PactBoputens MonsHast goms, x10°

Bona (H,0) 0,05

[TnaBukoBas kuciora (HF) 1,3

I'ekcadTopoenson (CgFs) 26,4
H-renTaH (C;Hyg) 100,55
H3ookran (CgHyg) 153,5
Tonyoun (CgHs-CHs) 33,95
MeTtumukinorekcan (CgHi-CHg) 70,15
Iepdroprentan (C;Fg) 224.,4
Terpaxmopmeran (CCly) 65,54
1,1-Audrop-2,2-quxaopitan (C,F,Cl,) 278,6

Cepoyriaepon (CS,) 9,25
Tpudyrnnamun ((C4Hg)sN) 731,0

Metwmiruapasun (NH,-NH-CHa) 2,11

Hutpomeran (CH3-NO,) 10,0

Opnnako, mpu BbIOOpPE paboOYero pacTBOPUTENS] HEOOXOAMMO YUUTHIBATH HE
TOJIBKO PacTBOPUMOCTh aHaJIMTa B HEM, HO W €ro (PHU3UKO-XMMHUYCCKHE CBOHCTBA

(Tabmuma 7).
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Tabnuna 7 — @u3u4YecKre CBONCTBA «XOPOIIUX» PACTBOPUTEIICH.

HanmeHnoBanmue T XLogP3 Nunexc
Kosaua
H-renTan (C7Hg) 98,42 4.4 700
H3ooxTan (CgH1g) 99.3 3.8 687.5
[epdroprenran (C;Fy6) 82,5 5.8 300
1,1-Indrop-2,2-muxnopatan (C,F,Cly) 19 2.4 454
TpuobyTtunamun ((C4Hg)sN) 216,5 4.0 1192

Takum o00pa3om, HAMITYUYIINMH PACTBOPUTEISIMH JJsi Pa3pabOTKH METOIUKU
onpeneneHus I'C SBISIOTCS TeNTaH U U300KTaH, OHAKO CTOMMOCTH TTOCIEAHETO B Pa3bl
NPEBOCXOJUT CTOMMOCTh H-TelTaHa Toro e kadectBa (Sigma-Aldrich). ITostomy
nenecoodpasHee BECTU pa3pabOTKy METOAMKM Ha Oojiee JIeIIEBBIX PACTBOPUTEISIX —
renTaH, IUKJIOTEKCaH.

Hachimiennsld  pacTBOp TOTOBWIM TMYTEM HWHTEHCHUBHOTO OapOOTHpPOBaHUS
rekcadTopuaoM cepbl (0ObeMHast ckopocTh 8 n/mMuH) 100 M renraHa B TEUCHHE
15 munyT. KoOHIEHTpamusi HACHIIIIEHHOTO pacTBOpa rekcadropuma cepbl B TeNTaHe
cocraBisieT 1608 mxi/mit [27].

Jna npoepku coxepkanuss ['C B HaAChIIEHHOM pPAacTBOPE MPOBOJIWIIN
IpaBUMETPUUECKOE ONpeJeIeHHe, KOTOpPOe IoKa3ajo, YTO MOJ0OpaHHBbIE YCIOBUS
MPOIYBKH TO3BOJISIFOT HACBITHTh TENTaH B TEYCHHE 3 MUHYT W KOHIICHTpAITUs

TOIy4eHHOTO pacTBopa coctasisier 71,3+0,7 Myvons/am° (Tabmuma 8).

Tabnuna 8 — MicxoaHble TaHHBIC TPaBUMETPUU NPU pacTBopeHnu SFg (N=3).

Ne Mg, T My, T Ma, T | MSFe, 1 | Vi, aM° | Nges, MMoitb | Csrg, MMOIB/ M
1 | 26,2188 | 60,3263 | 60,8444 | 0,5181 | 0,04986 3,545 71,136
2 | 43,3640 | 77,5570 | 78,0782 | 0,5212 | 0,04999 3,557 71,387
3 | 25,6081 | 59,7068 | 60,2257 | 0,5189 | 0,04985 3,552 71,259
Cpennee 71,3
Sx 0,07246
A(f=2;p=0,99) 0,7
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rjae, M, — Macca MycTod KoiObl; My, - Macca KOJOBI C TeNTaHOM; M3 — Macca
KOJIOBI ¢ TeNTaHOM, HachlleHHBIM SFg V. — o00beM rentaHa B KOJOe€

(rpaBUMETPUYECKN).
2.2.2. N3yyeHue cTA0OMIBHOCTH HACHILIEHHOT 0 PACTBOPA rekcagTopuaa cepbl.

N3ydyeHne cTaOMIBPHOCTH HACBIIICHHOTO PACTBOpA MPHU XPaHEHUH B OTKPBITOM
cocyzne nokasano (pucyHok 10), uto B Teuenue 2 gueit konuentpamus ['C magaet B 2

pasa, a Mo UCTEUECHHUH S5 THEeW MPOUCXOAUT nojiHoe ynanenue ['C u3 renrana.

OHpGI[CJ'ICHI/IC BpCMCHHA IMPUTroaAHOCTH HaCBhIIICHHOI'O pacTBOpa JJIA
IMPUTOTOBJICHHUA I'PAAYUPOBOYHBIX U CTAHAAPTHBIX PAaCTBOPOB 3aKII0OYaJI0Ch B U3YUYCHUN

CTaOMILHOCTH B IICPBLIC 5 4acoB OT MOMEHTA IIPUTOTOBJICHH.

100
a0

0 N
70 \\

60 \

50 \
40 \
20 N

20
10
0 |

OTHOCHTEILHOE OCTAaTOYHOE
cojepkanme SF., %

JleHb

Pucynox 10 — I'paduk 3aBucumoctu coaepxanusi ['C B pacTBope rentana npu

JIOJITOCPOYHOM HU3YyUCHUH CTAOMIBLHOCTH

KpatkocpouHoe wu3yueHHe CTaOWIBHOCTM  HachllleHHOro pactBopa ['C
(pucyHok 11) mo3BOJISIET OMPEAEAUTh BpPEMsI MNPHUTOJHOCTH €ro HCHOJb30BAHUS —
30 munyT, 3a kotopoe conmepxkanue ['C cHmxkaercs Ha 1 %, YTO COMOCTaBUMO C

HOTPEIIHOCTHIO PUTOTOBIIEHUS camoro pactBopa I'C.
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Pucynok 11 — I'paduk 3aBucumoctu coaepxanusi ['C B pacTBope rentana npu

KPAaTKOCPOUYHOM M3yUYE€HHUH CTAOMIHLHOCTH.

Takum oOpa3oM, H3ydyeHHE CTAOMJIBHOCTH IIO3BOJIMJIO OINPEAECIUTh BpeMs
IOPUTOTHOCTH  HACBIIIEHHOTO pacTBOpa JUIsl IPUTOTOBJIEHMSI IPagyHpPOBOYHBIX

pactBopoB I'C Ha ero ocHoBe.

2.2.3. TlpuroroBjieHHe PACTBOPOB BHYTPEHHEr0 CTAHAAPTA M KAJUOPOBOYHBIX

o0pa3uos

3 3
B wmepnyto konOy, Bmectumocthio 10 cM™ momemiator 0,5 cM™ HaCBHIIIEHHOTO

pacTBopa M IOBOJAT 00BEM KOJIOBI 10 MeTKH rentanoM (Co).

3
3arem 0,154 cm™ pactBopa Cy ¢ MOMOIIBIO J03aTOpPa MOMEMIAIOT B MEPHYIO KOJIOY
BMECTHMOCTBIO 10 cM® M ZOBOMST 06BEM KOJNOBI O METKH TeITAHOM, KOHIICHTPALUS

rekcaToprIa Cepsl 55 MKMOJIB/ M (TpamyupOBOYHBIN PacTBOP).

PaGoune rpagynpoBOYHBIE pPAcTBOPBI TekcaTopuga cepbl TOTOBAT IyTEM
3
pa3BeleHusl TPaTyHMpPOBOYHOTO pacTBopa rekcadropuma cepbl (55 MKMONB/IM™) U

pacTBopa BHyTpeHHero craunapra (500 Mxmoubs/am’), kak ykasaHo B Tabuuie 9.
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Tabnuua 9 — [IpuroroBieHue padbodux rpayupoOBOYHBIX PACTBOPOB.

V
V pactBopa
MapkupoBka | Konuenrtpanus | TPaAupoBod
BHYTPEHHETO
paboyero rexcaTopuia HOTO 5
cTaHJapTa V ko10sb1, cm
rPagyrupOBOYHO CepHI, pacTeopa 5
P (500 mxmoB/IM°)
ro pacTBOpa MKMOJIB/IM
p p rexcaTopu B, oM
71a cepsl, cM°
I'P1 15 2,732 0,1 10
I'P2 10 1,821 0,1 10
I'P3 3 0,546 0,1 10
I'P4 15 0,273 0,1 10
I'P5 0,3 0,546 1 100
I'P6 0,15 0,273 1 100
I'P7 0,12 0,219 1 100
P8 0,09 0,164 1 100
I'P9 0,06 0,109 1 100

3
Brocar 1 cm™ paboyero rpagydpoBOYHOTO pacTBOpa € MOMOINIbIO J103aTopa B
3
XpoMarorpauueckyr0 BHAIy BMECTUMOCTBIO 2 CM°, BHAIy IUIOTHO 3aKPBIBAIOT

KPBIIIKOH ¢ Te()HIOHOBOM MPOKIATKOM.

Cpok xpanenus pactBopoB 10 yacoB nipu Temmeparype (20£3) °C.
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2.4 O6opynoBanue

Jns mombopa pabouux YCIOBMM aHaju3a Xpomarorpaduio MPOBOIWIM B
U30TEPMHUYECKOM pexuMe B auanazone temmnepatyp +30 — +70 °C. [derexktupoBaHue
IPOBOJIWIIA B PEKUME CEIIEKTUBHOIO MOHHOTO MoHHUTOpuHTA (SIM). B KauectBe raza-
HOCHUTEJISI HKCIIOJIb30BalM TeNMi, MOTOK raza B KojoHke | mu/muH. TemmepaTypa
ucnaputens 150 °C, pexxuMm BBojia mpoObl — 0€3 JeNeHHs] MOTOKa, 00beM BBOJIUMOMN
po6sI 1,0 MKI.

Temneparypa ucrounnka noHoB — 100-250 °C, temmepaTypa KBaapymomis —
150 °C, sneprust nonuszanuu - 70 3B. 3anuck XpomMarorpamMm OCYIIECTBIISUIA B PEXKUME
CCJICKTHBHOTO MOHHOTO MOHHUTOpHHTra (SIM) mo BbIENCHHBIM HOHaM — 127 m/z s
rekcadropuaa cepbl U 92 M/Z i BHYTPEHHETO CTaHAapTa — TOJIyoJIa, ISl YBEIHUCHHSI
OTHOIIICHUSI CHUTHAJ/IIYM U3-3a OOJBIIEr0 BPEMEHH HAKOIUICHHUS JaHHBIX IJis
UHTEepecylolux HoHOB [1]. I'7aBHOe MpEeuMyIIECTBO pEXHUMa CEIEKTUBHOTO
CKaHUPOBAHUsI MOHOB 3aKJII0OYAETCA B MEHBIIICH 3aTpaTe BPEMEHU HA JICTEKTUPOBAHHE
WOHOB, HE MPEJCTABISIONINX MHTEPEC ISl aHajin3a, B PE3yNbTaTe Yero JOCTUTAIOTCS

Oostee HU3KHME Mpeeibl oOHapykeHus [1, 22].
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2.5. MeToabl usyueHusi (papMaKOKMHETUKH

JlexapctBenHoe cpenactBo I'C Obuto B BuAe nuoduminsara sl TPUTOTOBICHUS
CycleH3uu s uHbekuuid. PactBopsuiu B 5 mia 0,9% pacTBopa HaTpus XJopujia,
rekcadTopuza cepsl 0110 HE MeHee 0,5 MKI/MIT.

Jl0o3bl — JNEKapCTBEHHOE CPEICTBO BBOJWIM JKUBOTHBIM OJHOKPAaTHO B J03€
15 MKJI/KT ¥ 4 MKJI/KT TIOJIy4eHHOTO pacTBOpa KpbicaM U KposmkaM. KponukaMm Takke
BBOJIWJIM TPU YPOBHS 103 4 MKI/Kr, 6 MKI/KT U 8 MKI/Kr ISl W3Y4CHUS
no3o03aBucumoctu papmaxkokuHeTuku I'C.

Hnst uzyuenus Qapmakokunetukun ['C JexkapCTBEHHBIM TMpemnapaT BBOIWIH
BHYTPHBEHHO.

st or6opa npod OMONIOTHYECKOTO Marepuaia, KpoBb MOMEIIAIH B MPOOUPKH
IUIE KPOBU C JOOABICHWEM AaHTUKOAryJsHTa (IUTpaT), MOCIe Yero MOMEIand B
MOpO3WIbHYI0 Kamepy. Ilepen anamm3oM mnpoObl pa3MOpa)XMBald MpPU KOMHATHOU
TemrepaType, OTOMpani HaBecKy 1 cM° , MOMeIadH B CTEKIAHHYIO HPOOUPKY,
n00aBIsIM 2 MJI pacTBOpa BHYTPEHHETO CTaHjapTa B renrtaHe (5 MKMOJIB/):[Ms) u
NOMEIIAIN B JIAOOPATOPHBIA CMECUTENb TUIA «BOPTEKC» Ha 20 CeKyH] MpH HE MEHee
2000 06/MuHYTY, MOCJE YEro pacTBOpP LUEHTPUPYTUPOBAIM U MOMEIIATN T€NTaHOBBIN
CJIOW B IUIOTHO YKYITOPEHHYIO BHAILY.

N3ydenne (GapMakOKMHETHKH JIEKAPCTBEHHOI'O CPEICTBA MPOBOJUIM COTJIACHO
obmenpuHATeIM oxoaam [30].

Pacuer kunernueckux napameTpoB ['C B KpOBU KpPbIC M KPOJHMKOB MPOBOIMIN
MOJIEJIbHBIM CIOCOOOM IYTE€M IOCTPOEHHUSl ABYYACTEBBIX MOJEJIEH U PacCUMTHIBAIU
crenyomue GapMaKOKHHETHUECKHE TTapaMeTphl:

IIOUIA/b MO/ SKCIIEPUMEHTAIHON KPUBOW KOHLEHTpAlMU rekcadTopuaa cepbl B
KpoBHU 3a uccneayembiit nepuog — AUC;

obmwmit kimpenc — Cl;

KaXKyIIUiics o0beM pactpeneneHus rekcadropuma cepsl —Vy;

NepUo/I MOJYyBbIBEICHUS TeKcaTopuia cepbl — Tq;

cpenHee BpeMs yAepKuBaHus rekcadropusa cepsl B oprannzme — MRT;
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KOHCTaHTAa JIUMUHAINU — Kg).

Jnsa Berunciaenns Cl um Kel xoHeuHbIH (MOHO3KCIIOHCHIIMAIBHBIN) Y4aCTOK
(dhapMaKOKHHETHYECKOW KPUBOW OIMMCHIBATIN C MOMOIIBIO JIMHEWHOTO PETPECCHOHHOTO
aHaau3a.

Craructuueckass 00padOTKa SKCIIEPUMEHTAIbHBIX TaHHBIX TPOBOJMIN METOIAMHU
BapHAIlMOHHOW CTAaTUCTUKU C MCIOJB30BaHUEM MPOTpaMMHOr0 obecrneueHus: Microsoft
Excel. Boruucnsimm cpeanee apudmernueckoe U CTaHIApTHOE OTKJIOHEHHe. Pazmuuune
JIBYX CpAaBHHMBA€MBIX BEJIMYMH CUMUTAJIOCh JOCTOBEPHBIM B TOM ClIly4ae, €CJIH
BEPOSITHOCTh UX TOXJecTBa Obla MeHbiie 5 % (P<0,05). B cimydasx HOpMajibHOTO
pacrpeeneHus MPU3HAKOB Il CTATUCTUYECKON OLIEHKHU IIPUMEHSUIM [IapaMeTPUIECKUN
t-kpurepuii CrbrogeHTa. [lpu OONBIIMX OTKIOHEHMSX PpACHpEAesICHUd MpU3HAKA OT
HOpPMAaJIbHOT'O BHJIA JJISl HE3aBUCUMBIX BBIOOPOK ObLI MCIIOJIb30BaH HENapaMeTpUUeCKU
kputrepuii U-kputepuil YunkokcoHa-MaHHa-YUTHHU. /[ BBISABIEHUS JOCTOBEPHOCTH
pa3iMuMii  KAa4eCTBEHHBIX  IIOKA3aTelIed  HCIIOJb30BAJCA  KPUTEPUU  YIVIOBOIO

npeoOpazoBanusa durepa.
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I'naBa 3. Pa3paGoTka MeTOAUKH KOJIMYECTBEHHOI'0 ONpeeieHusi rekcapropuaa

cepsbl B KpoBu MeToaom I'X-MC

3.1. XpomaTtorpaduueckoe nopeaeHue rekcapTopuaa cepbl M ero eTeKTHPOBaHUe

3.1.1. Iloxoop ycaosuii I'X-cucteMsbl U151 onipeaeaeHusi rekcagropuaa cepbl

Hcxons M3 CTPYKTYpHBIX OCOOECHHOCTEH, JI€TYy4eCTH, JOCTaTOYHO HHU3KOM
PEaKLMOHHON CIIOCOOHOCTH M Ha OCHOBaHHWM JHUTEpaTypHOro o03opa, onpeaenenue ['C
IPOBOJAT C MCIHOJIb30BAHUEM HACAJOYHBIX KOJOHOK, YTO II03BOJISIET JIOOUTHCS
(BclieICTBUE BBICOKOM CEJIEKTHMBHOCTH) XOPOILIEro pasieneHus Mexay nukamu ['C u
KOMIIOHEHTOB BO34yXa. CyIIeCTBEHHBIM HEIOCTATOK HWCIOJIb30BAHHS HACAI0YHBIX
KOJIOHOK B KJIMHWUYECKOM aHaJIM3€ SBJSETCA O0JbIION 00beM NMPOOBI U BpEMs aHAIH3a.
[Ipennaraempiii  Meron ra3oBoit  xpomarorpaduu st onpenenenus ['C  mpu
(bapMakOKMHETHYECKMX  HccienoBaHuax Y3M  KoHTpacTHOro  mpemapara  C
MCIIOJIb30BaHUEM KalWJUIIPHOW KOJIOHKHM IO3BOJISICT CHU3UTH BpEMs aHAIM3a, Pacxon
ra3a-HOCUTEJI U Harpys3Ky Ha 3JIEMEHTHl MacC-IETEKTOpa, YTO B CBOXO OYEPENb NAET

BO3MO>KHOCTb BHEJIPUTH JAHHYIO METOMKY B KIIMHUYECKYIO IPAKTHUKY.

OrpaHnnueHueM MeTOJla Tra30BOM XpoMarorpaduu sBISETCS HEBO3MOXXHOCTb
BapbUpOBaTh COCTaB TMOJABWXXHOW (a3pl, M ONTHUMHU3ALHUS XpOMATOrpapuyecKoro
npouecca JIOCTHraeTcsi TOJbKO JIMIIb MOA00pPOM TEMIIEPATYPHOI'O  pEKUMA!
IPaJMEHTHOTO WU ke u3okparuueckoro. Ilocnennuit Hanbonee NpeAnoOYTUTENECH AJs
PYTUHHOTO aHajiu3a, T.K. HE TpeOyeT NOMOJHUTEIHLHOTO BPEMEHU Ha BO3BpALICHHE B

HCXOAHOC COCTOAHUC.

N3yuenne napameTtpoB yaep:xkuBanus ['C npoBean B M30TEPMUUYECKOM PEKUME
xpomaTtorpadupoBaHus: MoaABWkKHas ¢daza — renuit, oObeMHasi CKOpPOCTh | MJI/MUH;

HenoaBwxkHas ¢aza: a) HP-1MS - 100%-metun-nonucunokcanonas ¢aza 0,25 Mkwm; 0)
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HP-5MS - 5%-dbennn-95%-merun-nonucunokcanoBas ¢aza 0,25 mxm; B) HP-

INNOWAX — nonustuneHrnkoiabs 1 MM (tadauna 10; pucyHok 12).

Tabmuna 10 — Xpomarorpaduueckue napamerpsl ['C Ha KanWJUISIPHBIX KOJOHKax ¢
pa3IMYHBIMM HEMOJBIKHBIMU  (pa3aMH MpU  Pa3IUYHOM 3HAYEHUU TEMIIEPaTyphbl

TepMOcTaTa KOJOHOK (N=3).

Bpewmst ynepxxuBanus (tr), MuH
Temneparypa Tepmocrara, °C HP-
HP-1ms HP-5ms
INNOWAX
30 1,251+0,002 2,183+0,004 1,871+0,003
35 1,249+0,003 2,109+0,003 1,799+0,002
40 1,248+0,002 2,073+0,003 1,762+0,003
45 1,247+0,002 1,977+0,003 1,655+0,002
50 1,241+0,002 1,952+0,002 1,617+0,002
2,5
T
=
2 . ==
&
1,5
1
0,5
0
30 35 40 45 50
T, °C
# HP-5ms W HP-1ms HP-INNOWAX

Pucynox 12 — 3aBucumocts BpeMmenu yaepkuBanus ['C oT TemmnepaTypbl KOJIOHKA Ha

Pa3IM4YHbIX HCIIOABHIKHBIX (basax
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B skcriepumenTe moka3zaHO He3HauuTeNbHOE yaepkuBaHue I'C Ha KamuJuIIpHBIX
KOJIOHKAaX C HaHeCeHHOW HemojsipHou ¢azoit (HP-1ms, HP-5ms) mpu temmeparype
BEIIIIC KOMHATHOM, Tak)K€ OTCYTCTBHE COpOIMHM Ha CHJIBHOIMOISIPHOW KOJIOHKEe HP-
INNOWAX. TlaTtu TIpOIleHTHOE COJIep’KaHHE€ B COCTABE HEMOJABMKHON (a3l
dbennnmonucunokcana (HP-5mMS) ymenspimaer copOIMOHHBIE CBONCTBA KOJOHKH I10
orHomenuio k ['C. Taxke, MOKHO OTMETHTHh 3HAYUTEIIBHOE yMEHBIIICHUE BPEMEHU
yaepxuBanus ['C pu yBeIMUYEHUH TeMIlepaTypbl TepMocTaTa KojioHku a0 50 °C., yTo
MOXET CBHJIETEILCTBOBATh O BbIXoJe muka ['C ¢ mepTBeIM 00beMoM. I[loaTomy
pabounmu ycnoBusMu xpoMartorpadupoBanus ['C npunsTa TemrepaTypa TepMocTaTa
kojoHok 40 °C, oOecrneyuBaroniass MUHUMAaJIbHOE BpPEeMsl aHalIM3a IMPU COXpPaHECHUU
yaepxuBanust ['C. Kak ormeuaercss npousBoautesieMm, kojgoHku HP-5ms o6Gmanaror
MEHbIIIEH CTa0WIBHOCTBIO MO cpaBHeHuro ¢ HP-1mS, mnostomy mnpemioxkeHo B
nanpHEeme paboTe HWCMOIh30BaTh HWMEHHO IMIOCJIEIHHE. XpoMarorpaMma B

MPUBEJCHHBIX YCIOBUAX MPUBECHA Ha pucyHke 13.

Abundance TIC: GC20140512-5F-11 D\data. ms
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Pucynox 13 — Xpomarorpamma I'C B pabouux ycinoBHsx
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Takum  oOpa3zomM, Hamu  ObUIM  MOAOOpaHbl  paboyue  YCIOBHUSA

razoxpomaTtorpaduyeckoro omnpeneneHus rekcagropuaa cepsl — uzorepma 40 °C Ha

kosionke HP-1MS.

3.1.2. BuusiHue TeMmepaTypbl MCTOYHHKA MOHOB MAacc-JAeTeKTopa Ha

AHAJIMTHYECKHI CUTHAJI reKca(])Topm[a CEPLI.

W3 mpocTOThl CTPOEHHUS MOJIEKYJIbl B CHEKTpE 3JIEKTPOHHOM HoHum3amuu ['C

+
npucytcTByeT ¢parmenranus mo tumy [M-nF]’. Kak wu3BecTHO, MOMHMO SHEpruu
AJIEKTPOHOB HAa WHTEHCUBHOCTHh ()parMEHTAllMd BIMSAET U TeMIlepaTypa HCTOYHHKA
MOHOB, OJHAKO, B CBSI3M C anmapaTypHbIMHM OCOOCHHOCTAMHM, AHAJTUTUKH HMEIOT
BO3MOKHOCTb BapbUpPOBAaTh TOJIBKO IOCIHEAHUN mapamerp. JlurepaTypHble IaHHBIE
CBHUICTEILCTBYIOT O IMIPEHMYIIIECTBEHHOM COJCP)KaHUU B Macc-CIieKTpe nona 127 m/z,

cooTBeTcTBYIOIEro pparmenty [SFs]” [88].

Hnst onpenenenust I'C B KpoBU ObLT BBIOpaH PEKUM CEIEKTHBHOTO HOHHOIO
MOHHUTOPHHTA, KOTOPBIH, KaK CIEAyeT W3 JMTEpaTypHbIX HcTouHuKoB [54, 81, 91],
UMEEeT TPEUMYIISCTBO TMepen pexumoMm monHoro wuoHHoro Ttoka (SCAN)
3aKIIIOYAIOIEecs] B CHUKCHHH Tpeziesia 00HapYKEHUS TalOTeHCOIePKaIX aHAJIUTOB B
2-20 pa3, 4TO SBJSETCS OMNpPENCSAIONIMM (aKTOpPOM MpPU aHAIU3E MHUKPOKOJIMYECTB

BCIICCTBA.

N3ydenne BAMSHUSA TeMneparypbl ucTouyHWka HMOHOB (M) Ha MHTEHCHBHOCTH
curHasia ['C B pesxumax SCAN u SIM mo nony 127 m/z nokazano (pucynku 14 u 15),
yto yBenudeHue temmnepatypsl MM co 100 no 200 °C, npuUBOAMT K YBEIUYEHUIO
obriero Toka (mpumepHo Ha 4,5 %), 0JHAKO, HHTCHCUBHOCTh MOHA 127 M/Z cHmKaeTcs
Ha 13 %. [Ipuyem, nanpueimee ysenuuenue (10 250 °C) temneparypst U npuBoguT
eme Gombmiel dparmentaruu nona [SFs]” (pucyHok 5), U, Kak clIeACTBUE, CHUKEHHUIO

nHTeHcuBHOCTU curHana I'C B PEKUME CCIICKTUBHOI'O HOHHOT'O MOHUTOPHHIA.
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Pucynox 14 — 3aBucumocts nnteHcuBHocTH curHania ['C B pexxume SCAN ot

TemIepaTypsl HeTouHIKa HOHOB ( ¢(SFg) = 1 MxMoms/am’,

Kak cnenctBue m3 aToro, mpenen OOHApYKEHHS M TPEAeN KOJIMYECTBEHHOTO
ompezaeneHusi B pexume SIM yBenmumBaroTCS Mpu pocTe TEMIEpaTypbl HCTOYHHUKA

HOHOB, 4YTO SABJJIACTCA HCITaTHBHBIM (1)aKTOpOM JJIAA aHAJIMTHKOB.
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Pucynok 15 — 3aBUCHMMOCTh OTHOCHTEIBHON MHTEHCMBHOCTH HOHA 127 M/z ot

TEMIIEPATYPbl ICTOYHUKA HOHOB
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[Tpu temmeparype ucrounuka noHoB 100 °C macc-criektp I'C (pucynok 16)

Gonee ueM Ha 78 Y% cocTouT n3 curaana mona [SFs]* ¢ 127 m/z.
Abundance
7000000 12F.0
6500000
6000000
5500000
5000000
4500000
4000000
3500000
3000000
2500000
2000000
1500000 890
1000000

500000

G.I....,....I!..!l....I....|....!....|....|....|....I:...|....I....|....|....|....|....|.:.l....l....
mz> 40 45 50 55 60 65 70 75 80 85 90 95 100 105 110 115 120 125 130 135

Pucynok 16 — Macc-cnektp rekcadropua cepsl Ipu TEMIIEpaType NCTOUHNKA HOHOB

100 °C

Takum 00pa3oM, HaMH 3KCHEPUMEHTAIBHO OTpPa0OTaHbl YCIOBUS Macc-
ciekTpomeTpuyeckoro  nerexktupoanus ['C, obecrneuuBaroniee  HauOOJBIIYIO
YyBCTBUTENBHOCTh — TeMIIepaTypa MCTOYHMKA MOHOB 100 °C, pexum CEIEKTUBHOIO

WOHHOTO MOHHUTOPHHTA 10 HOHY 127 m/z.
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3.2. BbIOOp BHYTPEHHEIr0 CTAHIAAPTA

Kak ormeuanoch B IUTEpaTypHOM 0030pe, BHIOOP BHYTPEHHEIO CTaHAApTa s
onpenenenuss ['C  He TpuBuanpHas 3agaya. OCHOBHBIMH  TpeOOBaHUSIMH,

IPEIbIBISCMBIMU K BHYTPEHHUM CTaHIapTaM, sABJsttoTces[ 25, 28]:

- XOpOUIO pa3pelIeHHBIN MUK, PAcHOJIOKEHHBIA HAa XpoMarorpamme psiioM ¢

MUKaMHU OTMPEAEISIEMbIX KOMIIOHEHTOB;
- IETY4YeCTh, OJIM3Kas ONpeIeieMbIM KOMIIOHEHTaM;
- OTCYTCTBHE B aHAJIM3UPYEMOU CMECH;
- XOpolllasi paCTBOPUMOCTh B aHAJIM3UPYEMOU CMECHU
- UIHEPTHOCTH 110 OTHOIIEHUIO K IPYTUM KOMIIOHEHTaM MpOObI;

- COOCPIKAHUC ITOCIIC I[O6aBKI/I B KOJIMYCCTBC, COUBMCPHUMOM C aHAIIU3HUPYCMBIMHU

KOMIIOHCHTaMU.

B cBsi3M CO CTPYKTypHBIMH OCOOCHHOCTSIMH MOJIEKYJIBI aHaJIuTa MOJA00paTh
BHyTpeHHUi ctanaapt (BC) u3 romosorudeckoro psiga, Ju00 H30TOMHO-MEUYEHHBIH,
yIOBJICTBOPSIONIMI BCEM TpeOOBaHUSM, 3aTpyIHHUTEIbHO. [IpumMeHeHHbld Hamu [17],
npu ucnoib3oBanuu J[O3, TerpaxiopMmeraH (Kak W JPYrue TalOT€HCOEpKalue
BEIIECTBA), I[IOKa3ajdl CBOK  HENPUTOJHOCTh TMPU  MAaCC-CIEKTPOMETPUUYECKOM
JETEKTUPOBAHUU: OOJIbINIAsl MTUPUHA MTUKA U HU3KUW OTKIIUK JIETEKTOpa HE MO3BOJISIOT

MPOBOJUTH MpPaBUIBHOE MHTETPUPOBAHUE CUTHANA BHYTPEHHErO CTaHJapTa (PUCYHOK

17).
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Abundance TIC: GC20140523-ISTD D'data ms

Pucyrok 17 — Xpomarorpamma o6pasia I'C ¢ no6askoii CCl, (5 MkMoms/mm®)

IToaToMy, U3 yucna opranndeckux BemecTB, CTX KOTOpPBIX MPOU3BOIATCSA B
Poccun, dro gemaer MX KOMMEPYECKHM JOCTYIHBIMU JUIS HCIIOJIB30BAaHUS B
OonpIIMHCTBE J1abopaTopuii, B kadectBe BC Hamu Obul BBIOpaH TOdyoNn (B
KOHIIGHTpALMH 5 MKkMOnb/IM°),. JIaHHOE BEIIECTBO, HAPAAY C APYTHMH, UMEET P
MPEUMYILECTB: MEHbIIEE BpeMsl YACpPKMBAHMS B YCIOBMSX MPOBEACHUS aHainu3a (IO
cpaBHeHuto ¢ apyrumu CTX); Beicokast uyBcTBUTENBbHOCTE MC neTekropa M HU3Kas

pacTBOPUMOCTD B Bojie (Tabmuia 11).

Tabnuna 11 — [TapameTpsl npenonaraeéMpIx BHyTPEHHUX CTaHIapPTOB.

Ne BryTpennuit cranmgapt T °C S

1 OeH3ou 80,1 0,073
2 M-KCHJIOJI 139,1 -

3 0-KCHJIOJI 144.4 0,020
4 TOJTYOJT 110,6 0,014
5 ATUIIOEH30I1 136 0,015

[Ipumeuanue: S — pactBopumocts B 100 M1 BOABL.

Kak BHIHO M3 NIIPUBCIACHHBIX HTAHHBIX, HAUWITYUYIOIUMU ITapaMCTpaMH BHYTPCHHCTO

crangapta odnamaer Toayon (CgHsCHa).
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JIist mpenoTBpalleHusl MEeperpy3Kd Macc-IeTeKTopa MPH BbIXOAE U3 KOJIOHKU
pacTBOPUTEII YCTAHOBIIEHO BpeMeHHOe OKHO 3,0 — 5,0 MUHYTBI, B KOTOpbIE (prilaMeHT
JIETEKTOpa OTKJIOYEeH. Pemnpe3eHTaTHBHAs XpomaTorpamma MOJEIBHOTO PacTBOpa B

pabounx yCIOBHUAX MpeAcTaBiieHa Ha pucyHke 18.

450001

15000

10000

) L N

T T T T T T T T T T T T T T T T T T T T T T T gl
Tme-> 050 100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000 1050 1100 1150 |

Pucynok 18 — Xpomarorpamma o6pasua I'C (0,15 Mxmouns/am°) ¢ 106aBKoii Tomnyona

(5 MKMOIB/IM°)

Takum o0pa3om, ObUIM pa3pabOTaHbl YCIOBUS Ta30XpoMaTorpaduyecKoro
ompeneneHusl TekcaTopuma cepbl C HCIONb30BAHMEM BHYTPEHHErO CTaHaapTa -

TOJIyOJ1a, 06CCH€‘II/IB3IOI_HI/I€ BO3MOKHOCTB ITPOBCJACHH aHAJIN3a KPOBH.
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3.3. Iloadop paGouux ycaoBHii IKCTPAKIUM FekcadTopuaa cepbl U3 00pa3non

KPOBH.

Kax yxe ormeuanocs, npsamoe onpeneneHue ['C B KpoBHM HEBO3MOXXHO B CHITY
CIIO)KHOCTH MaTpHUIIbI O0BEKTa aHAIM3a, a TPEANoIaraeMblii IKCTPAKIIMOHHBINA CIIOCO0
(CKHIIKOCTB-)KUKOCTHASI DKCTPAKIINS) OMPECICHHS aHAUTa B KPOBU HE OBbLT M3YyYCH
paHee. BbiOOp 3KCTpareHTa OCHOBBIBACTCS HA OOMICTIPUHATHIX TPEOOBAHMSIX — HHU3Kas
pPacTBOPUMOCTH B BOJIe, XOpoIasi pacTBOpuMocTh I'C B pacTBOpHUTENIC M OTHOCUTEIHLHO
Hu3Kkast JeTy4ecTh (Ty,,.>60°C) [16]. Hanbonee moaxoasimuMu Ha pojib dKCTpareHTa
sBisttorcs mukiorekcad (T, = 80,74 °C; 5,5 mr/100 mn) u renrad (T, = 98,42 °C; 0,3
mr/ 100 mi).

. 3

OmnbiTHBIE 00pa3iibl KpoBH ¢ gob6aBkoi I'C (1,0 MKMOJB/IM™) MOATOTOBJICHBI MO
cCXeMme, MPUBEJAEHHON B I1aBe 2 AKCTParupoBajiyd paBHbIM 00BEMOM pacTtBoputens. B
Ka4eCTBE METOJIa CPABHEHUS MCIIOIB30BAIM MOJAX0/ ¢ TepMuyeckoil akcTpakuuein ['C.

Pe3ynbTaThl mpeacTaBiaeHsl B Ta0auIEe 12.

Tabmuma 12 — Xapakrepuctuka cteneHu wusBiedenuss ['C u3 oOpasinoB KpoBU

9KCTPAKIIMOHHBIM B TepMHYECKUM criocobamu (N = 6, p= 0,95).

Cnoco0 Beeneno, Haiineno, Crenenp Kosdpdunuent
m3Bieuenns I'C | MKMOIB/ M MKMOJIB/ M’ u3BIeYeHUS, %o Bapuanuu, %
[luknorekcan 0,61+0,06 61 9,4
Tentan 0,59+0,03 59 5,5
Tepmuueckuit
P 1,0 0,68+0,04 68 5,6
100 °C
Tepmuueckuit
0,96+0,05 96 49
300 °C

S
[Ipumeuanue: KB = 3 X 100

Kak moka3pIBaeT SKCIEPUMEHT, SKCTPAKIIMOHHBIN CIOCO0 M3BICUYECHUS aHAJINTA,
aHAJIOTMYHBINA, OMMCAHHOMY B MpeablAyimx padorax [19,20], u3 obpasma B 1,6 pasa

MeHee d()PEKTUBEH IO CPABHEHUIO C TEPMUYECKUM, T.€. BIUSHUE MAaTpUIHOTO Y dexTa
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BCJIIMKO, OAHAKO TPpyao03aTpaTbl TCPMHUYCCKOIO crioco0a M3BJICUCHUS HE ITO3BOJISIOT
MNpCaJIOKUTh €Cro B Ka4YCCTBC pa60qer0 MCTOJda HpO60l’IOI[1“OTOBKI/I IIpU IIOTOKOBBIX

aHaJIn3ax.

3HauUTENbHOE YBEIUYEHHE KOd(PUIMEHTa BapHalMy TMpU  IKCTPAKIUU
LUKJIOT€KCAHOM MOXHO OOBSICHUTH €ro OOJIbIIEH JIETY4ECThIO, [0 CPABHEHUIO C
reNTaHOM, M KaK CJEACTBUE M3MEHEHUEM KoHIeHTpauui aHanuta u BC. Iloatomy B
JanbHeWIe padoTe MO ONTUMH3AIMKU UCIOJIB30BAJICS METOJ KUJIKOCTh-KUIKOCTHOMN

9KCTPAKIINH reKcaQ)TopHI[a CCPBI I'CIITAHOM.

Jlist HuBenupoBaHusl MaTpuuHOTO 3P dekra nmpu 3kcTpakuuu ['C rentaHoM ObLIO
U3YYEHO BJIMSHHUE BBICAIMBAIOIIUX U JIEHATYPUPYIOLIUX areHTOB, B KAUECTBE KOTOPBIX
ncronb3oBam NaCl (1 mons/am®), tpuxmopykcycryio kucioty (30 %) i Aly(SO4)s

(1 mons/mm®) (Tabimma 13).

Tabnuna 13 — Biusgaue BeICAIMBAIONINX areHTOB Ha cTeneHb n3Biaeuenusa [ C us

o6pasmoB kposu (N = 6, p= 0,95).

Beeneno, | Haiixeso, Crenenb Koo duument

MKMOJIB/IM® | MKMOJIB/AM® | u3BICUeHHs, % Bapuarmn, %
[enrran 0,59+0,03 59 5,0
I'entan+NaCl 0,61+0,03 54 5,3
I'entan+NaCl+TXVY 0,63+0,03 57 50
Tentan+TXY H0 0,55+0,03 55 5,2
Ientan+TXY+AlL(SO,)3 0,78+0,04 78 49
Tenran+Aly(SO,)s 0,81+0,04 81 4,7

He3nauutensHoe BausHue TXY wm xjmopuaa HATpus, KOTOPHIE YBEIUYUBAIOT
u3BiekaeMoe konuuectBo I'C He 6osee yem Ha 10 % (pu COBMECTHOM NMPUMEHEHUN)
MOJKET CBHJIETEILCTBOBATH O TOM, uTO ['C cBsi3aH He ¢ OelKaMu KpOBH, a HAXOAUTCS C
ruipopoOHBIMU  MOJIEKYJaMH, BO3MOXKHO, B BHJIE MHLEUIL. UYTO KOCBEHHO

MNOATBCPKAACTCA 3HAUUTCIbHBIM YBCIMYCHHUCM CTCIICHU H3BJICUCHUA I'C u3 O6p33LIOB
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KpOBHU 110 ﬂeﬁCTBHGM Cyﬂb(l)aTa AJIIOMUHHA, KOTOPOC MOKHO OOBSACHUTL €TI0
KOaryJmpyromum I[GﬁCTBHGM, Hu, OOJBIIMM BJIUSHHUEM Ha Pa3pymicHue MHUICILI,

3axiroyaronmx B cede ['C.

JanbpHelmuM 3TarnomM padoThl SIBISUIOCH M3YyYEHUE MHTEHCU(DUKAIUMU Tpoliecca
skctpakiu ['C u3 00pa3lioB KpPOBM TENTAHOM IO CPEACTBAM HCIIOJIb30BAHUS
7a00paTOPHOTO CMECUTENISI TUIIA «BOPTEKCY». Pe3ynbTaThl SKCHIEpUMEHTa MPOBEJECHBI B

tabnure 14.

Tabnuna 14 — Brnusinue BpeMeHr BOPTEKCUPOBaHUs Ha cTeneHb u3BneueHus ['C u3

obpasimos kposu (N=6, p= 0.95)

JnurensHOCTh CreneHb
O0Bem Bseneno, O0Bem Haiineno,
3 BOPTCKCHUPOBAHUS, 5 | M3BICYCHHUS, %
renTaHa, MiI | MKMOJIB/IM™ | TIPOOBI, MJT MKMOJIb/IM
CceK
0 0,59+0,03 59
+
0.5 1.0 0.5 10 0,75+0,04 75
20 0,88+0,05 88
30 0,85+0,04 85

ITokazaHo, 4TO BpeMsi BOPTEKCHUPOBAaHHUA (B MCCIEAYEMbIX 3HAUEHUSIX) SIBISETCA
BaXHBIM MapaMeTpoM MpPOOONOArOTOBKH, T.K. JECATHUCEKYHJIHOE BOPTEKCHUPOBAHME
MPUBOJUT K YBEIMYCHHUIO CTETICHU H3BIedeHUs1 Ooniee yeM Ha 20 %, MO CpaBHEHHIO C
OOBIYHBIM MepeMelBanueM. U npu yBenudyeHnn BpeMeHu Bo3aercTBus A0 20 cexyHa
JIOCTUTAaeTCs MaKCHMajbHas CTENEeHb W3BJIEUEHUs rekcadropujga cepsl U3 oOpasia
KpOBH, KoTopas rmpesbiaeT 3pdexT cynbdara amomuHus (tabmuua 4). Takum
o0pa3oM, pabouYUMH YCIOBUSIMU BOPTEKCUPOBAHMS MPU MPOOOTOATOTOBKE SIBISIIOTCSA —
MakcuMaibHas ckopocTh (2000 06./mun) u Bpems 20 cekyH, KOTOpbIe 00€CTICUUBAIOT

MPOCTOTY U AKCIPECCHOCTH aHaIKM3a 0€3 UCIOJIb30BAHUS JOMOIHUTENIbHBIX PEAreHTOB.

I[anee OBLIH OIIPpCACIICHBI pa60q1/1e yCJIOBHUA  MU3BJICHCHUA, A HWMCHHO

COOTHOIIIEHHE «00beM MO0k : TrenTany» (Tadiuma 15).
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Tabnmuma 15 — BiusHHE COOTHOIIEGHMSI «renTaH : oOpasell KpPOBH» Ha CTENEHb

u3BneueHus ['C u3 o6pasnos kposu (nN=6, p= 0,95)

JIIUTEeIbHOCTD CremneHb
0O0BeM O0BeM Bseneno, Harineno,
BOPTEKCHPOBAHMUS, u3BIIedYeHus, %
mpoOBI, MJT | TeNTaHa, MJI MKMOJTB/ M MKMOJTB/ M

CEK

05 0,5 0,88+0,05 88

’ 1,0 0,99+0,05 99
1,0 20

Lo 0,5 0,72+0,04 72

’ 1,0 0,87+0,05 87

U3 IIPOBCACHHOI'O J3KCIICPUMCHTA CJICAYCT, YTO CTCIICHb H3BJICUCHUC I'C u3
06pa3ua KpOBH YBCIMYHUBACTCA IIpHU YBCIWMYCHHHU COOTHOLICHHUA «I'CIITAH ! 06p33€].1

KpoBu» u gocturaet 99 % npu cootHomenuu 2:1.

Takum oOpa3zoM, Hamu ObUTM MOJ00paHbl padouune ycnoBus usBieueHus ['C u3

00pa3IoB KpoBH, 0OECIIeUnBaloIlee CTeneHb u3BiaedeHus 99 %o:

- M3BJICUYCHHUC TICIITAHOM C IIPUMCHCHHCM na6opaT0pHor0 CMECUTCIII THIIA

«BOPTEKCY;
- BpeMs BopTekcupoBanus — 20 CeKyH[;

- COOTHOIIEHUE «KPOBb : renTan» - 1:2.
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3.4. CTaOMJIBbHOCTH OMOJIOTHYECKHUX U TPATYHPOBOYHBIX 00pa3noB rekcagropuaa

cepbl

[Ipu pa3paboTke METOJUKH KPUTUYHBIM SBISIETCS BpeMsl CTaOMIBLHOCTU
UCCJIENYEMbIX pPacTBOPOB. [l yCTaHOBIIEHHUS CPOKOB IMPUTOJHOCTH HCHOJIb30BAHUS
OMOJIOTUYECKUX W TPAIyHPOBOYHBIX PACTBOPOB ObLIa oOTpeseieHa CTaOMIBHOCTD

CUTHaja rekcadTopuja cepbl B COOTBETCTBYIOIINX YCIOBUSX.
3.4.1. CTa0MIBbHOCTH IPAYHPOBOYHBIX PACTBOPOB rekca)Topuaa cepbl

JUisi OLEeHKM CTaOMJIBHOCTH TPaJyHpOBOYHBIX pacTBOpoB (B auamazone 0,1 —
3
15 MKMOJIB/AM”) TOCIIE TIPUTOTOBIIEHUS B YCIOBHUSX aBTOCEMIUIEpA, U3 Kaxa0ro

pacTtBopa oTOupanu npoosl uepes 1, 2, 4, 6, 8 u 10 4acoB u onpenesain BeIUYUHY

S (SFg)

curHajya ['C (m

) (tabymna 16).

Tabnuma 16 — Pe3ynbraTel n3ydeHus CTaOMIBHOCTH IPaIyHpPOBOYHBIX pacTBOpoB I'C
(n=6, p=0,95)

S (SFq)
S (CeHsCH3)
t,u 0 1 2 4 6 8 10
%) 05| 0,361+0,018 | 0,350+0,017 | 0,359+0,017 | 0,351+0,019 | 0,346+0,020 | 0,349+0,020 | 0,355+0,021
: 0,75+0,03 0,75+0,04 0,72+0,04 0,74+0,04 0,76+0,04 0,74+0,04 0,73+0,04
=
g “ 3,91+0,18 3,96+0,17 3,90+0,19 3,84+0,18 3,90+0,18 3,79+0,20 3,88+0,19
aE 10 7,9+0,4 7,7+0,4 7,9+0,4 7,9+0,4 8,2+0,4 7,7+0,4 7,6+£0,4
2
S 15 11,8+0,6 11,4+0,6 11,5+0,6 11,9+0,6 11,7+0,6 12,1+0,6 11,7+0,6

AHalM3 1mokasall, 4To, HECMOTpS Ha CTaOMIIBHOCTH HachllieHHoro pactBopa ['C B

TeyeHne Juib 30 MUHYT ITPUTOTOBJIEHHBIE HA €T0 OCHOBE I'PAaJyUPOBOYHBIE PACTBOPHI

. 3
(B nmuamazone koHuneHtpamui 0,5 — 15 MKMOnB/AM”) B YCIOBHSAX aBTOCEMILIEpa

xpoMarorpada coxpaHsroT CTaOUILHOCTh Ha NpoTsixeHuu 10 yacos.

3.4.2. KpaTrkoBpeMeHHasi CTA0MJIbHOCTH 00Pa3110B KPOBHU

Jlyist onipesienieHus Cpoka, B T€YEHUE KOTOPOTO 00pa3iibl KPOBU MOKHO XPAaHUTH B

YCIIOBUSIX JIaDOpAaTOPHUH JO aHAIIM3a, IPOBOIMIA U3YUYeHHE CTAOMIBHOCTH OOpasIloB C

coJiep>kaHreM TrekcadTopuia cepbl Ha ABYX YPOBHSIX KOHLEHTpAIUH.
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KpatkoBpemeHHass CcTaOWMIBHOCTh OOpa3IOB KpPOBH OblIa HW3y4eHa TPU HX
XpaHEHUHU B TeueHue 24 4acoB Ipu KOMHATHOH TemmepaType, +2-8 °C u npu —40 °C B
IUIOTHO 3aKpBITBIX MpobooTOOpHHKax. [lms wccrmemoBanust Opamu 2 ypoBHS
xouuentpaumit ['C: 0,1 mxmons/av’n 1,0 MKMOmB/M°. Pe3ylIbTaTsl MpeCTABICHDI B

tabnure 17.

Ta6nuna 17 — Pe3ynbraTsl UcclieIoBaHUS KPaTKOBPEMEHHON CTaOUIIBHOCTH 00pa3IioB

kpou (N=6, p=0,95)

V0B XpateHIA 0GpasLOB 3HayeHue HailieHHoHM KoHueHTpauuu ['C, MKMOJIL/;[M3
44 84 124 244
YpoBeHb KOHILIEHTpAIUU 0,1 MKMOIIB/IM°
KomuaTHas Temrieparypa 0,095+0,007 0,089+0,006 0,081+0,006 0,072+0,005
Xonomuibhuk +2 - +8 °C 0,097+0,006 0,092+0,006 0,088+0,005 0,081+0,006
MoposunsHnas kamepa —40 °C 0,096+0,007 0,094+0,006 0,095+0,006 0,095+0,005
YpoBeHb KOHIICHTpAIIUU 1,0 MKMOTIB/IM°
KomuaTHas Temreparypa 0,97+0,05 0,93+0,04 0,89+0,04 0,79+0,04
Xonoauinbauk +2-8 °C 0,98+0,05 0,93+0,04 0,90+0,04 0,85+0,04
MoposunsHas kamepa —40 °C 0,96+0,05 0,95+0,05 0,96+0,04 0,97+0,04

CTaOuabHOCTh OLICHUBAJIM MO CTENEHW Aerpajaluu, KoTopas ais oOpasna ¢
KoHueHTpamueii 0,1 MKMONB/IM® TpM KOMHATHOH TeMIeparype M B YCIOBHAX
xosnoauiapHuKa coctaBwia 28 u 19 %, coorBercTBeHHO. 1 2 ypOBHS KOHUEHTpALUH
(1,0 Mrmonb/nm°)  comepxkanne I'C CHH3HIOCH B TedeHHE 24 4YacOB B YCIOBHUAX
KOMHAaTHOM TemnepaTypbl U XonoawibHuKa Ha 21 u 15 %, cooTBerctBeHHO. [Ipu aTOM

JIOCTOBEPHOTO CHWXeHHUs conepkanus ['C npu XpaHEeHHM B MOPO3WJIBHOW KaMepe He

OTMEYaJoCh Ha 000UX YPOBHEH KOHIICHTPAIUH.

[ToaTOMy TIPUHSATO OCYIIECTBISATH XpaHEHHE OOpaslloB KPOBH JIO aHAW3a MpHU
KOMHATHOH TemrepaType He Gonee 8 yacos, npu Temmnepatype +2 - +8 °C — He Gonee

12 gacos.
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3.4.3. loaropeMeHHasi CTA0MJIBLHOCTH 00Pa31I0B KPOBH

Jlis  WccrneoBaHUsA JIONTOBPEMEHHOM CTaOMIBHOCTH  00pas3ibl  KPOBH  C
kounentparsima 0,1 u 1,0 MKMOJIB/IM®, OCTAaBISUIH Ha xpanenne npu —40 °C B
TeueHue 14 cytok s moclienyroiiero ananuza. 0O6a oOpasiia aHaIU3UPOBAIIU TEPEN
3aMOpaKMBaHMEM M TIOCJIe OTTaWBaHUs B 6 MapaJieNbHbIX U3MEPEHHSX, W

paccUMThIBAIM cpeaHee 3HaueHue (Tadmauia 18).

Ta6nuna 18 — Pe3ynbTaToB HCCaeA0BaHUS T0JATOBPEMEHHON CTaOMIBLHOCTH (N = 6,

p = 0,95) npu —20 °C

Homep ob6pazia 1 2

X,,, MKMOJIB/IM® 0,1 1,0

Xeps MKMOJTB/ M (1o 3amMopaKuBaHUs) 0,103+0,006 1,06+0,05
Xeps MKMOJIB/ IM° (mocie oTTauBaHUs) 0,093+0,005 0,97+0,04
YOob11B, % 9,57 8,70

Takum o6Gpa3om, ObUIO MOKa3aHO, 4TO 3a 14 cyTOK XpaHEeHHs B MOPO3WIbHOU
kamepe (- 40 °C) o6pasusl kposu Tepsror 10 10 % seemennoro I'C. ITosTomy npu
u3ydyeHuu  (HapMaKOKMHETHKM  JICKAapCTBEHHBIX  cpeactB Ha  ocHoBe ['C
SKCIIepUMEHTabHbIe 00pasibl KpoBU MOryT xpaHuThea npu —40 °C 1o nposeneHus

aHaJin3a.
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3.5. PazpaboTka ajnropurma razoxpoMarorpaguueckoi MeTOAMKH ONpeaeeHus

rekcapropua cepbl B KPOBH

3.5.1. Onenka Memamwuero BJMSIHUSA OPraHMYecKOi MaTPULIbI

He ManoBakHBIM SBJISIETCSI YCTAHOBJICHHE MEMIAIOMINX (DAKTOPOB MaTPUIIBI
aHanuszupyemoro oobekTa. Kak 6nu10 ipeanosioxero panee (11.3.3), I'C He cBsi3bIBaeTCs
c OenkamMu KpoBH. [[7s mOATBEp>KIAEHUS OBLIM TOJTOTOBJIEHBI pPa3IMYHbIE OOpPA3IbI
KpOBHU JIBYX BUJOB >KMBOTHBIX, COJEpKalIue J0OaBKM KOMIIOHEHTOB KpoBu: 1, 2, 3 %
yeJioBeueckoro cbiBoporoyHoro anbbymuua (YCA), 5 % remornobuna, 10 %
¢dopMeHHBIX 351eMeHTOB KpoBU (POK) u 5 % xonecrepuna. B oOpa3ipl Ob1JI0 BBEIEHO
U3BECTHOE KOJMYECTBO JIEKAPCTBEHHOTO cpeacTBa Ha ocHoBe ['C mepen aHanu3oMm 1o

pa3paboTaHHON METOAMKE, Pe3yJIbTaThl MpuBeaeHbI B Tabumiax 19 u 20.

Tab6muma 19 — Onpenenenne ['C B 06pasmax KpoBU KPhIC ¢ T0OABKaMH €€ KOMITOHEHTOB

(n=6;p=0,95)

Beneno I'C, JloOaBaeHHBIM . 2
MKMOJIB/ M KOMITOHEHT KPOBH Haiizeto (C2), Mo/
1 % UCA 0,94+0,07
2 % YCA 0,95+0,06
3 % UCA 1,03+0,05
1,0 reMOTJIO0ONH 1,04+0,05
OOK 0,93+0,06
X0JIECTEPUH 0,96=+0,06
- 1,03+0,05
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Ta6nuna 20 — Onpenenenue ['C B oOpasiax KpoBU KPOJIMKOB ¢ J00aBKaMU €¢

KoMmioHeHToB (N = 6 p = 0,95)

Beegeno I'C, JloOaBaeHHBINM 5 2
MKMOJIB/IM’ KOMIIOHEHT KPOBH HaiizicHo (C:£2), MiGo/
1 % YCA 0,98+0,05
2 % UCA 1,05+0,06
3% YCA 0,96+0,05
1,0 reMOTJIOONH 0,97+0,05
®OK 1,03+0,05
XOJIECTEPHH 0,96+0,06
- 1,01+0,04

Pesynpratel ompenenenus ['C B obOpasmax ¢ g00aBKOM KOMIIOHEHTOB KpPOBHU
CBUJICTEIILCTBYIOT 00  OTCYTCTBUM  MEIIAIONIETO  BIUSHHUS  MaTpUlbl  MpHU
KOJIMYECTBEHHOM OmpeniefieHnn rekcadTopuaa cepbl, 4YTO JelaeT BO3MOXKHBIM
IPUMCHEHHE pa3pabOTaHHOW METOAUKH JUJI aHaiu3a KpPOBU, TOJYYCHHOH OT

Pa3TUYHBIX BUOB )KHBOTHBIX M ITAIIHCHTOB.
3.5.2. Aaroputm npo0onoAroToBKu 00pa3noB KPOBH

B pesynbprare mpoBeAeHHBIX HCCIICIOBAHUN HaMHU ObLT MPEIOKEHO MPOBOJINUTH

orpe/eNieHue rekcadTopra cepbl B 00pasiax KpoBH IO CICIYIOIIEH METOIUKE:

Iloocomoexa npobwvl kposu.

AmukBOTYy 1 MJI KpOBHM MOMEIIAIOT B CTEKJISHHYIO MPOOUPKY, HOOABISIOT 2 M
pacTBOpa BHYTPEHHEro CTaHAApTa (5 MKMOIB/IM°) B TeNTaHE ¥ IOMCIIAIOT B
71a00paTOPHBII CMecUTEIh THIA «BOPTEKC», MPOLECC BEAYT NPHU MAKCHUMAaJbHOM
ckopoctu B Teuenue 20 cexkyna. Janee pactBop uentpudyrupytor npu 10000 06/mun B
TEUYEHUE 5 MUHYT, F€NTAHOBBIM CIIOM MOMELIAIOT B BUATY ABTOCEMILIEPA, TEPMETUYHO

3aKpbIBAIOT.
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Vcnosus onpeoenenus.

['azoBeiii xpomarorpad Agilent 7860 ¢ Macc-CeIeKTHBHBIM KBaJIPYITOJIBHBIM
nerekropom Agilent 5975 (Agilent Technologies, CIIIA), ocHalleHHBIN KaUUIIPHOM
kosionkoit HP-1MS (30 m % 0,25 mm x 0,25 MxMm)

TeMmmepaTypHBIi PEKUM 3ITIOUPOBaHUs: n30kpaTHueckuii 1-12 mun (40 °C).

Pexxum JeTeKTUpOBaHUs: CEICKTUBHBIN HOHHBIA MoHUTOpUHT (SIM) 127 m/z (1-
3 mun); OFF (3-5 munytsl); SIM 92 m/z (5-7 mun). TemnepaTypa UCTOYHHKA HOHOB

100 °C; temneparypa kBaapynoins 150 °C; sueprus nonunszamuu 70 3B.
O6beM BBOAMMOM TTPoOBI 1 MKJI, 6€3 JeeHUs MOTOKA.
Ipuzomosnenue pacmeopa enympennezo cmandapma (5 Mkmons/om’).

B MepHyto kon0y BmectumocThio 10 cM® momemaroT 45 mr TOJYOJIa U JIOBOJSIT
0GbEM pacTBOpa 10 METKH rerraHoM (pactBop A). Jlazee 1 cM® pactBopa A MOMEIIAIOT
B MepHYy10 K00y Ha 100 cM® 1 1oBOIAT 00BeM pacTBopa /10 METKH TenTaHOM (PpacTBOpP
B). anee 1 cM’ pacTBopa b momerniaor B Mepryio koi10y Ha 100 cM°® 1 JOBOIAT 00bEM

. 3
pacTBOpa JI0 METKH T'elITaHOM (PacTBOP TOJYOJIa C KOHIIEHTPAIMEeH 5 MKMOJIB/IM”).
IIpucomosnenue HacvleHH020 pacmeopa 2excaghmopuoa cepul.

B MepHBIi LHIHHAP BMeCTHMOCTBIO 250 cM® HammBator 150 cM® remrana (1°=
20 °C), morpyaiT B HEro CTEKISHHYIO TPYOKy, NPUCOEIMHEHHYIO K OaJIoHy C
rekca)TOpuaIOM Cepbl, OTKPHIBAIOT KpaH OayuioHa v 0apOOTUPYIOT B T€UEHHUE 3 MHUHYT
co ckopoctbio 20 aM°/MuHYyTY. CPOK HCIIOIB30BAHHS HACHIMIEHHOrO pactBopa — 30

MHHYT.

3 3
B wmepnyio konby, BmectumocThio 10 cm™ momemaiorT 0,5 cM®™ HacCBIILIEHHOTO

pacTBopa M IOBOJAT 00BEM KOJIOBI 10 MeTKH rentanoM (Co).
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3
3atem 0,154 cm™ pactBopa Cy ¢ MOMOIIIBIO 103aTOpa MOMENIAI0T B MEPHYIO KOJIOY

3
BMeCTUMOCTbIO 10 cM™ U J0BOJAT 00BEM KOJIOBI 10 METKH TeNTaHOM, KOHIEHTpAIlUs

rexkcadropuaa cepsl 55 MKMOJTB/ M (TpaxyrpOBOYHBIN PacTBOD).

PabGoune rpaayupoBOUYHBIE pAaCTBOPHI rekcadTopua Ccepbl TOTOBIT IMyTEM
pa3BeNCHHsT TPATyHPOBOYHOTO pAcTBOpa rekcadropmaa cepsl (55 MKMOIB/IMY),
MpUroTOBNIeHHBI 1o 1. 10.2.6 u pacTBopa BHyTpeHHero cranaapra (500 Mkmoumb/am’),

npurotoBiaeHHbIN N0 1. 10.2.2, kak yka3aHo B Tabmure 21.

Tabnuna 21 — [IpuroToBieHne pabouux rpaayupoBOYHBIX PACTBOPOB.

\Y/
V pactBopa
MapxkupoBka Konuentpanus | rpaaupoBod
BHYTPCHHETO
pabouero rekcadropuaa HOTO 2
cTaHjapTa V kon6s1, cM
rpagyupoOBOYHO CepBHl, acTBopa
PP P . P P (500 MKMOITB/IM°
ro pacTBOpa MKMOJIb/IM rexkcadropu 3
2 )b, cM
Jia CephI, CM
IP1 15 2,132 0,1 10
I'P2 10 1,821 0,1 10
I'P3 3 0,546 0,1 10
I'P4 1,5 0,273 0,1 10
I'P5 0,3 0,546 1 100
[P6 0,15 0,273 1 100
I'P7 0,12 0,219 1 100
I'P8 0,09 0,164 1 100
I'P9 0,06 0,109 1 100
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3
Brocsar 1 cm™ paboyero rpagydpoBOYHOTO pacTBOpa € MOMONIBIO J103aTopa B

3
XxpoMaTorpauyeckyro BHAy BMECTUMOCTBIO 2 CM~, BHay IUIOTHO 3aKphIBAIOT

KPBIIIKOH C Te(hIOHOBOM MPOKIAIKOM.
Cpok xpaneHnus pactBopoB 10 gacoB mipu Temreparype (20+3) °C.

Takum 06p8,30M, HaMH IIPCIJIOKCH aJI'OPpUTM IIPOBCACHUSA aHAJIN3a O6p8,3HOB

KPOBH ISl KOJIMYECTBEHHOTO OIpeiesieHus rekcadropusa cepsl (pucyHnok 19).

3abop KpoeHu
y

Bzatne nagecru (1 mm)

v

Hobaenenue pacteopa BC
(5 Mmxmons/nm?) B renTane

v

Boprekcupoeanue npu He
meHee 2000 ob/mun; 20 cexyun

!

entpudyrupoeanne obpasiia rmpu
10 000 ob/MuH B TeueHMe 5 MMHYT

i

Otbop renraHoeoro (EepxHero) ciod

v

Omnpenenenne rexcadpropuaa
ceper metogom [ X-MC

Pucynok 19 — Cxema ananu3za o6pasiioB kposu aiis onpenenenus ['C metogom I'X-MC

[IpensioxkeHHbIA AIrOPUTM MPOOOMOATOTOBKHA 00pa3lioB HUBEIUPYET MAaTPUUHbBIE
3 (dEKThl KPOBH, SIBISETCS IKCIPECCHBIM, HE TPYA03aTPATHBIM U MO3BOJISIET JOOUTHCS

CTETIEHU U3BJIeueHus rekcadropuma cepst 99 %.
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3.6. IIpoBepka NpaBUJILHOCTH METOAUKH ONpe/iesieHusi rekcagpTopuaa cepol

JUisi mpoBepKU NPABWIBHOCTU METOAMKH ompeneneHuss ['C  moarotoBieHsb
oOpasibl KpOBH, B KOTOpbIE ObLIa MPOU3BEJCHA M3BECTHAs J00aBKa JICKAPCTBEHHOTO
cpenctBa Ha ocHoBe ['C. TlomydeHHble MoJenbHBIE O0Opa3lbl KpPOBU  ObLIU
MOATOTOBJICHBI TI0 TPEAJIOKECHHOMY QJITOPUTMY W TPOAHATU3UPOBAHBI C ITOMOIIBIO

pa3pabOTaHHON METOHKH, PE3yIbTAThI MMPEJCTABICHBI B TA0IHUIIE 22.

Tabnumna 22 — Pezynbratsl onpeaenenus ['C B oOpasnax kpou MetogoM ['X-MC (n=3)

B mpobe Beeneno, Haiigeno (C=+e),
2 2 RSD(%)
MKMOJIb/ M MKMOJIb/ M
Menee [TKO 10,0 10,1+0,4 4
5,0 4,92+0,27 6
1,0 0,95+0,06 6
0,10 0,109+0,010 9

[lonyuennsle pesynbratel omnpeneneHns ['C B IMHMPOKOM  JHMana3oHE
koHtentparmii (10 — 0,1 MKMOJIB/IM®) ONPEEISIOTCS ¢ MOrpemHocThio 3,96 — 9,17 %.
Takum oOpa3omM, moka3zaHa MNPaBUIBLHOCTh Pa3pabOTaHHOM METOIMKH ONPEIEeIICHUs

rekcaTopuza cepbl B HCCIEAYEMOM THana3oHe.
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BeiBoabI o riiase 3

B pe3yJbTaTe IIPOBEJECHHOIO VCCIIEIOBaHMS 1o OIIPENETICHUIO
Xpomarorpauyeckoro noBeeHusl rekcad)Topuia cepbl Ha KaWUISIPHBIX KOJOHKaxX U
10 YCTAHOBJICHUIO BIMSIHUS TemnepaTypsl uctounnka MC/] Ha aHanUTHUYECKUN CUTHAII

ObLTM BRIOpaHBI pabouune yclIoBus razoxpomartorpadudeckoro onpeneneHus ['C.

Pazpabotana meroanka mpoOONOAroTOBKH 00pa3ioB KpoBHU Juis u3BiedueHus: ['C

W3 MaTPHIIbI, 0OECIICUNBAIONIAs CTENIEHb W3BJIeUCeHHs aHanuTa 10 99 %.

B xome wu3ydyeHuss CcTaOMIBHOCTH OOpa3loOB KpPOBU [OKAa3aHO BIMSHHE
TEMIIEpaTypbl XpaHEHUs Ha uxX JjAerpaganuio. OnpeneneHo MaKCUMaJIbHOE BpEMS
XpaHEHUs B YCIIOBUSX JIaOOpaTOPUU: IPU KOMHATHOM TemrepaType — 8 4acos, npu +2 -

+8 °C — 12 uacos.; ipu -40 °C — 14 cyTok.

HpOBCI{CHa OIICHKa IIPaBWJIBHOCTH MCTOAWMKHM W  MCIONAOMICTO  BJIIMAHHA

OpraHWYECKON MaTpHUILbI Ha pe3ynbTaThl onpeneneHus ['C.
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I''TABA 4. OHEHKA METPOJIOI'MYECKHUX XAPAKTEPUCTHUK
METO/JUKH OINPEAEJIEHUA 'EKCA®TOPUJIA CEPBI B KPOBH
METOJIOM XPOMATO-MACC-CHEKTPOMETPUHA

JU1st BHEAPEHUSA METOAMKU B KIMHUYECKYIO IIPAKTUKY, C YYETOM OXKUIAEMOIO
HIMPOKOro jauama3oHa KoHueHTpauuid ['C B kpoBu, TpeOyeTcs yCTaHOBUTh
METPOJIOTHUECKHE XapaKTePUCTUKH METOJWKH HW3MEpPEHHs, C Ielibl0 obecreueHus
HEOOXOJUMOW  TOYHOCTM M3MEPEHHMs BO BCEM JIMalla30HE  OIpelesieMbIX

KOHIICHTPALUH.

OI_[CHKy MCTPOJIOTHYICCKUX  XAPAKTCPUCTHK  MCTOIAMKH OIIPpCACIIAIIN 110

CIICAYIONIMM MTapaMeTpaM:

- IUana3oH JUHEHHOCTH — Auana3oH koHueHTpauuii I'C, B koTopoM HabrogaeTcs

S (SFs)

JIMHEMHAs 3aBUCUMOCTD BEJIMUMHBI CUTHAJIA ———————
S (C¢HsCH3)

OT KOHIOCHTpAIWX aHaJINTa,

- NPELHU3UOHHOCTh (IMOBTOPSIEMOCTh, BHYTpUIAOOpaTOpHAs MPEUU3MOHHOCTD) —
CTENEHb OJM30CTU IMOJIyYEHHBIX HE3aBUCHUMBIX pe3yibTaTtoB ompeneienus 'C B Buze

cpeaHekBaapatTuaHoro otkiaoHeHus (CKO)

- I[pPaBHIBHOCTb, C IOCJIbIO OIIPCACICHUA BCPOATHOCTH BO3HHMKHOBCHHA

CUCTECMATHUUYCCKOC IMOIpCITHOCTH,

- TOYHOCTb, KOTOpasd COYCTACT CHy‘I&fIHyIO N CUCTCMATHYCCKYIO COCTABJIAIOIIHC

MOTPEIIHOCTH.
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4.1. Ouenka npejaesia o0HaApPyKeHHUs U Mpeaesia KOJIN4eCTBEHHOT 0

onpeeaeHust

B03MOXXHOCTh aHATUTHYECKOW METOAMKU B PabOUYMX YCIOBUSIX ISl HE OOJIBIINX
YPOBHEUM KOHIIEHTPALIMKM OMPEIALIIEMOr0 KOMIIOHEHTA XapaKTEPHU3YIOTCS MPEIeIoM
konmyecTBeHHoro omnpeneneHus (Cin ) u npegenom oOHapyxeHHUsS (Cpinp ), KOTOpBIE
IEMOHCTPUPYIOT pealibHble BO3MOXKHOCTH MeTomukn KXA. Cpinp, — HauMeHbIIas
KOHIICHTpAIUsl aHaJMTa, MPU KOTOPOW MOXXHO CTAaTUCTHYECKH 3HAYMMO OOHAPYXKHUTh
OTIpEJIEIIsIEMOE BEIIECTBO B aHAIU3UPYEMOH IpoOe mpu pabouuXx YCIOBUSX METOJIUKH.
Cjin—MHUHUMAJIbHAsl KOHIEHTpAIMsI, KOTOPYIO MOKHO OINPENCIUTh C 3aJlaHHbIM
OTHOCHTEIBHBIM  CTAaHAAPTHBIM  OTKJIOHEHHWEM [24] WM MOTPENIHOCThIO, HE
MPEBOCXOAIIYIO 3a1aHHyt0 [3]. HecMoTpst Ha 3HaUMTEIHFHOE YUCIIO CIIOCOOOB pacueTa
npenena  oOHapyxeHus [6,7,9-11,32,33,76], mia  OOBEKTHBHOTO  CpaBHEHHS
BO3MOXKHOCTCH OJHOT'O METOJa C JAPYTUM, PEKOMEHIYIOT [34] HCIONb30BaTh OIECHKY
npenena OOHAPYKEHHUS, YUUTHIBAIOIIYIO0 BOCIIPOU3BOIUMOCTh pe3yiabTaToB. Hampumep,
IITUPOKO HCIIOJIB3yeMBI B XPOMATOTpaPUUIECKUX METOAWKAX TOIXOJ OMPEASICHUS
Chin,p (IO OTHOIIEHHIO «CUTHAJ/IIIyM») OIrPAaHUYEH UCIIOJIb30BaHUEM OJHON IMPUOOPHOM
0a3bl, ¥ Kak CIEACTBHE, NOIY4YEHHBIE B pasHbIX Jaboparopusx 3Ha4eHUs Cpinp OyayT
OTJINYAThCs, T.K. B OONBHIEH Mepe yCTaHOBJIEHHAd TakuM CIocoOoM Cpjnp ABIAETCH

MPENeSIOM JIETEKTUPOBAHUS PUOOPA, HEKEIH MPEETIOM 0OHAPYKEHHSI METOTUKH.

Kak yxe oTmewanoch paHee, Haubomblield HHGOOPMATUBHOCTHIO OO0JaAIOT
npenen oOHapyXeHHs U Tpelesl KOJIWYECTBEHHOI'O OIpeieseHHs, PacCUUTaHHbIE C
MOMOILBIO CTAaTHCTHYECKUX MeTOoAoB. lloaroMy nnsi oleHKH mpezaena OOHApyKEHUs
(Cminp) OBLI HCIONB30BaH MOAXOJ, OCHOBAHHBIM HA ONPEACICHUH CTAHIAPTHOTO
oTKJIOHeHHMs curHanma B Omusm [1O mo TpexcurmoBomy kputepuio Kaiizepa [33].
3HaueHust Cpinp, ONPEICICHHBIE II0 3TOMY KPHUTEPHIO B ONHM3M HHMKHEH TI'DaHUIIBI

Jara3oHa JMHEHHOCTH, IPUBEICHBI B TabmuIe 23.
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Tabmuma 23 — Pesynbratel pacuera mnpenena obOHapyxeHus (Cpinp) I'C B

OKCIICPUMCHTAJIBHBIX 06pa3uax KpOBH

Brenennas Haiinennas
KOHIEHTpalus | KoHuentpamus | Cpennsis C, _ Crnin,ps
I'C (Cy), I'C (Cy), MKMOJIB/IM° 1€~ Cl ° MKMOJIB/AM’
MKMOJIB/ M MEKMOJIB/ M
0,069 0,004
0,078 0,013
0,060 00 0,065 oo 0,008 0,025
0,068 0,003
0,061 0,004
0,062 0,003
0,091 0,008
0,109 0,010
0,090 o 0,099 oo 0,010 0,029
0,093 0,006
0,113 0,014
0,091 0,008
0,121 0,008
0,137 0,008
0,120 0125 0,129 0008 0,012 0,037
0,133 0,004
0,147 0,018
0,112 0,017
Ompenenen  npepen  oOHapyxkeHus  rekcapropuga ceppl  Crinp =

0,025 MKMOJIB/J]M3. s pacdyera mpeziena KOJIMYECTBEHHOIO OIpEENCHUs HaMu

UCTIO/Ib30BaH 10x0/1 [33] 1o ypaBHEHHIO MPEITI0KEHO:
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T0CIIe IPOBECHNMS pacueTa yeTaHOBIeHO Ciim= 0,05 MKMOIB/IM’,

Takum oOpa3zom, HaMH TIOKa3aHO, YTO TMpPEAeNioM OOHapyXeHus rekcadropuia
cepbl B 00pasmax kpoBu cocraBmsier — 0,025 mxmons/am° (3,6 ppb), a paccunTaHHBIH
M3 HEro mpejel KOJIMYecTBeHHOro ompexeierms 0,05 mrmons/zm® (7,3 ppb) Tem
caMbIM yAaloCh JOOWTbCA TpPH aHaIM3e OO0pas3loB CO CIOXKHOW MaTpHIeh
YyBCTBUTEIBHOCTH METOJIUKH, COMOCTABUMOW C AQHAJOTMYHBIMH  METOIUKAMU,

npuMeHsieMbiMu Jutst onipeaencuus ['C B atmocdepe [71].
4.2. I'panyupoBovHasi 3aBUCUMOCTD rekcagropuaa cepol

st ompesneneHusl aHWama3oHa JIMHEWHOCTH WCCICAOBAHBI T'PAIyHPOBOYHBIC
3aBUCUMOCTH (00pasmpbl JJIi KOHTPOJISA), KOTOPhIE MPEACTABIISIN COOOM MOJICIBHBIC
pactBophl Tekcadropuna cepsl 0,06; 0,09; 0,12; 0,15; 0,3; 1,5; 3; 10; 15 MKMOJIB/ M,
IPUTOTOBJIICHHBIE IyTEM pa30aBiI€HUs] HACBIIIEHHOIO pacTBopa (rmaBa  2).

CpaBHurenbHas (00omIeHHas ) XxpomaTorpamma npuseieHa Ha pucysnke 20.

‘Abundance

F0000
65000
60000
55000
50000
45000
40000
35000
30000
25000
20000
15000

10000:

5000

0

=
Time—> 159 150 181 182 103 184 195 196 167 198 158 200 201 2b2 263 204 205 206 207 208 208 210 201 212 213 214 215 216 217 218 219 200

Pucynox 20 — XpomMarorpaMMbl MOJIETTbHBIX PACTBOPOB B Juarna3oHne KoHuentpauui ['C

0,06 — 15 MKMoOJIB/11.
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W3 nosy4eHHBIX XpOMATOrpaMM ONPEEIHIA TUIONalb MUKOB aHAJIU3UPYEMOTO
KOMITOHEHTa cMecu (rekcadropuaa cepbl) W IUIONIAAb NMUKAa BHYTPEHHErO CTaHJapTa

(Tomyoua).

[lo ananutnueckomy curHany ['C mocTpoeHbl rpaduKu 3aBUCUMOCTH B

KOOpAMHATAX: OTHOIICHUE IJIOU[a/iel MUKOB rekcadropuaa cepbl K IUIOUIAN MUKOB

S (SFg)
S (C¢HsCH3)

S (SFg)
S (C¢HsCH3)

Csr

¢ (pucyHok 21) u

OT OTHOLICHHUA HUX KOHI_IeHTpaHI/Iﬁ C
BP

TOJIyOJIa

f (Csg,) (rpamynpoBounas 3aBucumocts I'C) (pucyHok 22).

12

10

S (SF) /S ne

gE=ctseenet

0 0,5 1 1,5 2 2,5 3 3,5
¢ (SFy) / ¢ (BC) y =3,7218x - 0,02
R?=10,9998

Pucynoxk 21— — 3aBUCUMOCTb OTHOIIICHUS JIOMIAIM TTHKA rekcaTopuaa cephl K

ImIomanay rMuKa BHYTPEHHETO CTaHAapTa — TOJYyOJIa OT OTHOIICHUA UX KOHHCHTpaHHﬁ.
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10

S (SF) /S ne

fEEs

§at

0 2 4 6 8 10 12 14 16
¢ (SF¢), MKMOIB/IM> y =0,7444x - 0,02
R2=10,9998

Pucynok 22 — I'pagyupoBodHas 3aBUCUMOCTD rekcadropuaa cepsl B quanazone 0,06-

15 MKMOJIB/)IM3

. : 2
Wcxons v3 moiaydeHHON 3aBUCUMOCTH: KodhduireHT koppensiuu () cocTaBui

SSFg

0,9998, a ypaBHeHue mpsMoun = 0,7444xc (SFg ) — 0,02, cnemoBaTenbHO, W3

BC

MOJIYYEHHBIX JAHHBIX MOXXHO TOBOPUTH O JIMHEHHOCTH 3aBUCHUMOCTH OTHOIICHUS
momane nukoB I'C u BHyTpeHHero cranaapra ot koHueHtpauuu ['C, B yclioBusX,
peaTu3yeMbIX 10 JaHHOW METOAuKe B Auamna3zoHe kKoHreHTpammid 0,06—15 MKMOJ’IB/)IM3.
Bepxuss rpaHuiia KorToporo o0yclIOBICHa MAaKCUMAJIbHBIM OXKHJIAEMBIM COJIepKaHUEM

rexcaTopuaa cepbl B KPOBH MOCIE BBEICHUS TEPAEBTUYECKUX J03 Mperapara.

[TpoBepky TrUMNOTE3bl JIMHEHHOCTH TpaduKa W OIEHKY aJCKBATHOCTH MOJCIU
NPOBEJIM 1O METOAMKE, OMUCAaHHOW B pabore [6]. Iy OlEHKH TPaBHIBLHOCTH
pe3yJbTaToOB,  MOJNYYEHHBIX C  HCIOJNB30BAHUEM  YpaBHEHUS  3aBUCHUMOCTH
noTpe0oBaIOCh MPOM3BECTH IMPEIBAPUTEIBHYIO OIEHKY aJACKBATHOCTH Mojend. J{is

ATOM 11EIM COCTaBUJIM TAOJIUILy 3aBUCUMOCTU oTHOIIeHUs riomanaei nukoB ['C u BC ot

. (SsF
OTHOIIICHHS WX KOHIICHTPAIIUHA ( S &
C

) = f (ZZ£) (rabmma 24).

B Cpp
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SsF CsF
Tabnuna 24 — DkciepuMeHTaAIbHbIE 3HAUCHUS (5—6) =f (C—6 )
BC BP

Cgc, G, C S S
i e " e | sesks | seBC | (o) (22)
MKMOJIB/IM™ | MKMOJIb/IM Cgp SBC/

3559 146701 | 0,02426
1. 0,06 0,012 2701 134843 | 0,02003 0,02116
2963 154283 | 0,01920

4857 138456 | 0,03508
2. 0,09 0,018 5197 119873 | 0,04335 0,03980
5982 146035 | 0,04096

9157 158672 | 0,05771
3. 0,12 0,024 11078 156724 | 0,07068 0,06315
10012 163983 | 0,06106

13498 152443 | 0,08854
4. 0,15 0,03 12144 124438 | 0,09759 0,08810
11025 141058 | 0,07816

27858 146787 | 0,18979
S. 5,0 0,3 0,06 32848 156843 | 0,20943 0,21010
29915 129455 | 0,23108

138186 126701 | 1,09065
6. 1,5 0,3 150178 161011 | 0,93272 0,99187
130841 131913 | 0,99187

309217 132435 | 2,33486
7. 3,0 0,6 357587 165754 | 2,15734 2,31856
311568 126475 | 2,46347

1122846 | 151615 | 7,40590
8. 10 2 1179546 | 165483 | 7,12790 7,49470
1121453 | 141058 | 7,95030

1747237 | 152414 | 11,46376
9. 15 3 1655534 | 146873 | 11,27187 11,08734
1684056 | 159984 | 10,52640

[IpoBens pacyeT qucnepcuy BOCIPOU3BOJUMOCTH U3MEHEHUHN C UCTIOJIb30BAHUEM

JTAHHBIX HE3aBUCUMBIX AKCIIEPUMEHTOB TAOIUILI 24, TTOTYUYUIIH:
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—_— 2
9 23 1 <SSF6> _ SSF6
=rem=\See Jim \SBc ),

ix(m—1)

2 _
SBOC -

= 0,05

JI71st OIIeHKH aJIeKBaTHOCTH MOJIEIN COCTaBUIIM Tabnuiy (Tabnuia 25), B KOTOPOM

SSF6 *
. — pacyeTHOE 3HAaUYEHME 110 IPaLyuPOBOUYHOMY TpaduKy (pUCyHOK 9).
BC /|

Tadomura 25 — Pacyer o1ieHKM aIeKBATHOCTHA MOJIEIH.

e BT () [ (]
MKMOJIB/IIM 5 Cpp SBc Spc/; Sge Sec/;
1. 0,06 0,012 0,021 0,026 2,81x107
2. 0,09 0,018 0,040 0,049 8,03x10”
3. 0,12 0,024 0,063 0,071 6,24x10°
4, 0,15 0,03 0,088 0,093 2,74x107
5. 5 0,3 0,06 0,210 0,205 2,83x107
6. 1,5 0,3 1,005 1,096 831,8x107
7. 3,0 0,6 2,319 2,211 1164,2x10°
8. 10 2 7,495 7,411 698,9x107
9. 15 3 11,087 11,126 147,2x107
) 2864,7 x107

HpOBGI{H pacdcTt AOUCICPCHUU AJCKBATHOCTH C HMCIIOJIB30BAHHCM JAaHHBIX

HC3aBUCHUMBIX OKCIICPUMCHTOB Ta6J'II/II_[BI 25, MMOJIYYHJIN:

2

S S *
n 29 SFe SFe
x i=1[<5 ) (5 )]
BC J; BC /; 3x0,029

i—-1 8

2 _—
Sin =

=0,011

Hanee nposenu pacueT kputepust Guiepa (3KCIepUMEHTAIBHBIN):

S2, 0,011
= = 0,22
SZ. 0,050

F3CKH —

Tabnmuunoe 3HaueHue kputepusi Ouiepa A TOBEPUTEITHHOM BEPOATHOCTH P =

0,05 u umcna creneneii cBobo bl (fy, f):
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f,=i-1=9-1=8;

f, = ix(m-1) = 9x(3-1) = 18.

6
Fo200s;,=8;5,=18 = 2,51

Taxnm 06pasoM, ¢ yueToM HepaBeHCTBa F°" < FIa0h . o . o momydcHHas

MO/JICJIb OITMCBIBACT IMPOUCCC aACKBATHO.

4.3. OueHKa NOBTOPSAEMOCTH METOAUKH KOJIHMYECTBEHHOI0 ONpeaeeHust

rekcagropuaa cepbl B KPOBU

OLeHKy MOBTOPSEMOCTH METOJIMKUA KOJIMYeCTBEHHOro onpeaeneHus 1'C B kpoBu
IIPOBEJIU ¢ TIOMOIIBIO pacueTa cpeaHekBaapaTuaHoro oTkioHeHus (CKO) pe3ynbraros,
MOJIYYEHHBIX B YCJOBUSIX MOBTOPSEMOCTH Ha S5 YpPOBHSX KOHIIEHTpAIMW, BKJIOYAs
rpaHuilbl u3ydaemoro auanasona: 0,06; 0,09; 0,12; 1,5 u 15 MKMOJIB/ M, Pesynbrats
npuBefeHbl B Tabiumie 26. IlpoBepky Ha Haimuuue WIM OTCYTCTBHE BBIOPOCOB

OCYILIECTBHJIM C TIOMOIIbI0 Kputepus ['padoca [8]. Bee paccunrtannsie 3HaueHus Gj <

Guasn (1,715, ipu =5, p = 0,95).

Tabnuma 26 — Onenka MOBTOPSEMOCTH METOIMKH KoJrmdecTBeHHOTo onpeneieHus ['C B

kpoBu (N = 6)

Ci, MKMOJTB/TIM° C, MKMOJIB/IM® Sy OCKO,%

14,6

13,9

15,8
14,8 0,8 S)

15,8

14,6

14,2




81

Ci, MKMOJTB/TIM° C, MKMOIB/IM® Sy OCKO,%

1,43

1,24

1,30
1,40 0,11 8

1,56

1,46

1,39

0,120

0,137

0,125
0,129 0,013 10

0,133

0,147

0,112

0,091

0,109

0,100
0,100 0,010 10

0,093

0,113

0,091

0,069

0,078

0,054
0,065 0,008 12

0,068

0,061

0,062

OCKO — oTHOCUTENBHOE CTAHAAPTHOE OTKIIOHEHUE.

I'paduueckoe mpeACTaBICHHE 3aBHUCHMOCTH OTHOCHUTEIBHOTO CTaHJIapTHOIO
otkioHeHuss (OCKO) oT coneprkaHusi aHAJIMTA, ONMPEIEIeMOro Mo JaHHOW METOIUKE

MIPEICTABIICHO HA pUCYHKE 23.
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13

CKO, %

10

-

T T T T T T T 1
0 2 4 6 8 10 12 14 16

C(SFs), MkMOIIB/ i3

PI/ICYHOK 23 — Fpa(l)I/IK 3dBUCHUMOCTH OTHOCUTCIIBHOT'O CTAHAAPTHOI'O OTKIIOHCHHUA

(OCKO) noBropsiemocTH oT KoHIeHTparuu ['C

3nauenuss noTtopsemMoctd (CKO, %) pe3ynbraToB  KOJHMUYECTBCHHOTO
omnpenesieHus: TekcaTopusia cepbl B Auana3oHe KoHueHtpauuii 1,5 — 15 MKMOJTB/ M
cocTaBJIsIrOT 6 — 8 %, B quanazone koHueHrpammii 0,1 — 1,5 MKMOJTB/IM® — 8 — 10 %, a B
omusu IIKO cxomumocts nocturaetr 12 %. [IpuHuMas BO BHUMAaHHE NPEABSBISIEMOE
tpeboBanue K 3HaueHHui0o CKO moBTOpsAeMOCTH /il OMOAHATMTHYSCKUX METOIUK [32]

nonyctumoe 3Hadenne CKO(%) He momkHO nipeBbimath 15 % (B 6mmsu [TKO 20 %).
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4.4. OueHKa BHYTPHJIA00PATOPHOI MPENU3UOHHOCTH METOAUKHU KOJIUYeCTBEHHOT0

onpeeeHusi rekcadgpropuaa cepbl B KpOBU

Jsist onpenenieHus BHyTpUIa00paTOPHON MPEIIM3MOHHOCTU MTPOBEIH CIEAYIOIINE
pacuetsl, corniacHo PMIT 61. Jlns kaxaoro napajiebHOTO ONpeneNieHUs HaXOIWIH
cpenHee apupMeTHIecKoe:

7 = ZXZ,N,
N

rae N — 4KcIio mapajie/IbHbIX onpeesieHuii, X; — pe3yabTar |-oro onpenenacHus.
3aT€M JJIs1 K&)KIIOﬁ mapaJuiciin pacCcyuTalIn AUCIICPCHUIO PE3YyJIbTATOB
OIIpECIICHUS:
_ I(Xy — X))?
B N -1

Bo3moxkHOCTh nTpeHedpexenus: pazdopocoM mposenu no kpureputo Koxpena. U3

St

JucHepcuii BHIOMpaNM HAWOOJbIIEE 3HAYEHHE SZ,,, M HAXOAUIM CYMMYy BCEX

mucnepcuit £S? U HAILIM pacueTHoe 3HadYeHue kputepus Koxpena:

2
Smax

Gpacy = —-
pacu 2
2S;

CpaBHWIIM pacyeTHOE € TaOJUYHBIM 3HA4YeHUEM G, .6, VISl 4YUCIa CTENeHeu
cBoboael Y = N —1 u f=L (L - xonmyecTBO mucnepcHii, y4acTBYIOIIUX B pacderax)
TS TOBEPUTENBHOM BeposiTHOCTH p=0,95. Eciu cobmonanock ycnoBue Gpacq > Grapn,
TO HAYaJlbHOE 3HaueHUe S2,, HCKIIOYAnM U3 BHIOOPKM U IIOBTOPSUIM IIPOLEAYPY
pacuera Gpaeqy  CO CICIYIOIIMM 10 3HAYECHUIO S2 4 ¥ 10 TeX IOp, NOKa He Oyner
BBIIIOJIHATECS  YCIHOBUE Gpacy < Grap- HE MCKIIOUEHHBIE U3 BBHIOOPKM JMCIIEPCHU

CUuTalIn OJHOPOAHBIMH H PACCUHHUTLIBAIU 06]].[66 Cp€aHeC 110 BCEM IapallICIIbHBIM

OIPEIETIEHUSIM:
— XX
Xl — LN /Lh

L' - xosin4ecTBO MapajuIeabHbIX ONPEAEIEHUI, KOTOPOE OCTAIOCh B BBIOOPKE.
Pacuer cpegnexBaapatuynoro otkiaoHeHus (CKO) B yCloBHSIX MpOMEXYTOYHOM

NPEOM3UOHHOCTH OCYIICCTBIISIIN T10 .
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SRJI = \/(Xl,n _ Xl)z

L'—1

Sr: = Or — SBISETCA 3HAYEHUEM IOKa3arTens, XapaKTepU3yIOLUM
IIPOMEKYTOUHYIO ITPELU3NOHHOCTD PE3YyJIbTaTOB.

Pacyer 3HayeHMss BHYTPWIAOOpAaTOHOM  MPEIM3UOHHOCTH TPUBEIEH B
[Tpunoxxenuu b. Pe3ynbrarel pacueToB NpeCTaBIEHbI B Ta0nuLE 27.

Tabmuna 274 — Ouenka BHyTpuiiabopaTopHo# nperusnonHocty (N=2, L = 15, P = 0,95)

Bsenennas Oouree CKO B ycnoBusx
koHueHTpausa ['C B apu(pMeTUYECKOE 0 IIPOMEXYTOUYHOU
MOJIETIbHBIN PAcTBOD, 15 mapaensm, MPEU3UOHHOCTH OO
MKMOJTB/ M MKMOJTB/ M OR 1 = SRx
15,0 14,7 0,9 6
1,50 1,47 0,12 8
0,120 0,127 0,013 10
0,090 0,099 0,011 11
0,060 0,064 0,009 14

OCKO — 0THOCUTENBHOE CTaHIAPTHOE OTKJIOHEHUE.

Takum oOpa3om, mokaszanu, 4yto nosydeHHble 3HaueHus OCKO B ycnoBusix
BHYTpUIa0OpaTOPHON MNPELU3UOHHOCTH B IIMPOKOM JUara3oHe KOHIEHTpaluil He

npesbiaT 14 %.
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4.5. OneHkKka NPaBUJIbHOCTH METOMKH KOJMYECTBEHHOT 0 OIpe/e/IeHus

rekcapropua cepbl B KPOBH

Juig  uckirodeHus — (MM ONPEAENICHUsT  BEPOSITHOCTH)  IOSIBICHUSA
CUCTEMAaTUYECKOM MOTPEIIHOCTH, BBI3BAHHOW pAAOM HU3MEHSIOIUXCS (HaKTOPOB
IIPOBEJIM PacyeThl MOKa3aTessl NPABWIBHOCTA U3MEPEHUH B YCTAaHOBJICHHBIX Pa0OUYUX
YCIIOBUSX.

OueHKy MpaBUIBHOCTH METOJIWKH IMPOBEIH METOJOM «BBEIAEHO-HAWJIEHO», T.K.
YCTaHOBJIEHO, 4YTO BIMSIOUIME (PAKTOPhl MOATOTOBIEHHOW MPOObI HE OKAa3bIBAIOT
3HAYMMOI0 BKJIaJa B IOIPEIIHOCTh PE3YyJbTAaTOB AaHaIM3a [0 JaHHOW METOAMKE
(pa3men 3), a Takke MO MNPUYMHE OTCYTCTBUS METOAMK, MPABHIBHOCTH KOTOPBIX

A0Ka3aHa B YCTaAHOBJICHHOM IIOPAIKC.

JUist 3TOro mOAroTOBMIM OOpaslbl KpPOBHU, B KOTOpBIE CHENald J00aBKY
paccuntanHoro komuuectBa pactBopa ['C B renrane. Pacuer mnokaszarenei
MPaBUJIBHOCTH MPOBENN COrJIacHO paszaeny 5.3 «OueHka mokaszareisl NpaBHIbHOCTH

meToaukm» [29]:

1. Paccuurtanu 3HaueHHE CMeELIEHHA ©O —Kak pa3sHOCTb MEXKIYy CpEeIHUM
3HaYCHHEM pe3yJbTaTOB aHaiM3a Xj, U BBeIEHHBIM 3HaueHueM C; (n3BecTHast 100aBKa

OTPENICNIIEMOT0 KOMIIOHEHTA):
91' = Xi — Ci (| = 1,..., M)

2. llpoBepwin 3HAYUMOCTh BBIYMCJICHHBIX 3HAYCHUM ©O; 1O KPUTEPHIO

CrtbrozieHTa, 1151 3TOr0 pacCYUTHIBAIN 3HaUeHUE t-KpuTepusi:
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Z(Xi,l—Xi)z

2 _
rne S = =

JUCTIEpPCHs], XapaKTepusylolas pa3opoc CpeaHux
pe3ynbTaTOB €IMHUYHOTO aHaiIu3a Xj; OTHOCUTEIBLHO CPEAHETr0 3HAYEHUS PE3YJIbTATOB

aHanuza Xj; Acz)'i — MOTPEIIHOCTh cTaHAapTHOTrO pactBopa I'C.

3. CpaBHuIM Moy4YeHHbIC 3HaueHHs kputepus CtbiogeHTa (t) ¢ TaOIMYHBIMU
(tra6,) IpH gmcIe cTenieHel cBoOo bl f = 6-1 = 5 u moBepurenbHOU BepositTHocTH P=0,95
U Jajiee OICHWIN 3HAYMMOCTh WM HE3HAYUMOCTH JIA0OPATOPHOTO CMEIIEeHUs Ha (OoHE

ciy4aitHoro paszopoca.

4. C YU4CTOM IIPHHATOIO pPCHICHHUA O 3HAYMMOCTH, a100 HE3HAYNMOCTH

na60paTopH0r0 CMCHICHHUA IIPOBCIIN pACUYCT IMPABHUJIIBHOCTH IIO:

PGBYJ'IBTaTI)I OOCHKH IIPaBHUJIBHOCTH pa3pa60TaHHoﬁ MCTOAUKHU IIPUBCIACHBI B

Tadymue 28.

Tabnuma 28 — Pe3ynpTaThl OIEHKM NPABUIBHOCTH METOAUKH KOJIMYECTBEHHOTO

onpenenenus: 'C B kpoBu (N=6)

Hcxongnas
Bgeneno, Haiineno, 0, i
KOHIICHTpAITUs 2 2 2 ti | tiasa Ag;
MKMOJIB/IM MKMOJIB/IM MKMOJIB/IM

I'C, MKMOJIB/IM°

15,0 14,8+0,9 0,2 0,44 0,8
1,50 1,40+0,12 0,10 1,95 0,096
0 0,120 0,130+0,013 0,009 1,68 | 2,57 | 0,009
0,090 0,097+0,010 0,007 1,96 0,007
0,060 0,070+0,009 0,011 2,95 0,005

Takum oOpa3zom, JUIsi KOHIIEHTpAIMil HCCIeAyeMbIX KOHIEHTparuil 1 < tiq,

CJICZIOBATENIbHO, OIICHKA CMEIICHUs He3HaunMa Ha (OHEe CiydaiiHoro pasdpoca u O;
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NPUHATA PAaBHOW HYNIO. J[pyruMu cioBamu, pe3ysbTaT KOJIMUYECTBEHHOTO ONpeeIeHUs
rekcadTopusa cepbl C UCIOJIb30BAaHUEM pa3pabOTAaHHOW METOJUKU HE OTSTOIICH

CHUCTEMaTHUUCCKOMN IMOrpCIIHOCTLBIO.

4.6. OueHkKa noka3areJisi TO4UHOCTH METOAMKH KOJUYeCTBEHHOI0 onpe/ieleHus!

rekcadgropuia cepbl B KPOBH

OHGHKy moKasarcjyii TOYHOCTH IIPOBCIM II0 3HAYCHUAM XaAPAKTCPUCTUK

CIIy9aliHOM M CHCTEMaTHYeCKOH morpentHocty [29].

A=A = A" =6+ 1,96 - J(O’gﬂ)z + (O';)Z

Pe3ynbrarsl pacuera nmpuBeneHsl B Tadnuie 29.
Tabnmumna 29 — Pesynprathl pacuera TouyHOCTH MeToAukH ompexaeneHuss ['C B kpoBu

metonoMm I' X-MC

Comomint | ot | @iy | Be) | (85)° | 4 woom/nd® | £4%, %
15,0 0,9 0,81 0,8 0,64 2,2 15
1,50 0,12 | 14,6x10° | 0,1 0,01 0,26 17

0,120 0,013 | 16,9x10° | 0,011 | 12,1x107 0,027 23
0,090 0,011 | 12,1x10” | 0,008 | 6,4x107 0,023 26
0,060 0,008 | 6,4x10> | 0,008 | 6,4x10” 0,018 29

Ha pucynke 24 otpaxenHa rpaduyeckas 3aBUCUMOCTh 3HAYCHHS BEIIMYUHBI

TOYHOCTH (B %) ISl UCCIEAOBAHHBIX YPOBHEH KOHIICHTPAIUH.



88

35

33

31

Toutocts, %

29

27

25

A
w O\
JEES

17

'Y

15

0 2 a 6 8 10 12 14 16
C (SF), MKMOIIb/ M3

PI/ICYHOK 24 — VI3MeHeHHne 3HaYeHUs] TOYHOCTH MCTOAUKHU OIIPCACICHUA FCKC&(bTOpI/IIIa

cepsl B kpoBu MeToioM ' X-MC

U3 HpHBGI[GHHOfI 3aBUCUMOCTH BHAHO, YTO B HIHPOKOM  JHAIIA30HC

KOHIIEHTpaIui rekcadropuia cepbl TOYHOCTH H3MeHsieTcs oT 15 go 29 %.

Takum oOpa3oM, u©3 TIPOBEACHHOW pabOThl YCTAHOBJIEHBI  CIEIYIOITUE
METPOJIOTUUECKHE XapaKTEPUCTHKA METOJHMKH OIpeAeeHrs] rekcapTopuaa cepbl B
KpOBM  METOJIOM  Ta3oBOM  Xpomartorpaguu ¢  MacC-CIEKTPOMETPHUUYECKUM

nerekrupoBanueM (tabmnuma 30).

Tabnmia 30 — 3HaueHUS ToKa3aTeneu TOYHOCTH, MMOBTOPSIEMOCTH,

BHYTPHJIA0OPATOPHON TPEIM3NOHHOCTH MeToANKHU omnpesenenus ['C B KpoBU METOIOM

'X-MC(P= 0,95; .

C, MKMOJIB/IM° oy, % Oppr Y0 Aci, % A", %
15 5 6 5 15
1,5 8 8 6 17
0,12 10 10 7 23
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C, MKMOTTB/IM® | 077, % Opp Y0 Aci, % 4%, %
0,09 10 11 8 26
0,06 12 14 9 29

U3 IMPUBCACHHLIX JAHHBIX MOKHO CACIATh BBIBO/J, YTO IIOKA3aTCJIb TOYHOCTH IIPH

onpenenennn ['C B kpoBu metonom ['X-MC ne mnpesbimaer 30 %; a mokazarenu

MOBTOPSIEMOCTH M BHYTPHJIA0OPATOPHON (MPOMEKYTOYHON) MPEHU3UOHHOCTH 12 u

14 %, COOTBETCTBEHHO.
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BeiBoALI IO ri1aBe 4

Takum  oOpazoMm, TpoBeleHAa  METPOJOTHMYecKas  OLEHKa  METOJIUKU
KOJIMYECTBEHHOTO OMpeeNieHus rekcadTopraa cepbl B KPOBH METOJIOM XPOMAaTO-Macc-
CIICKTPOMETPUM, 110 OCHOBHBIM TIOKa3aTesiM: TIpened OOHapyXeHHs, Tpee
KOJIMYECTBEHHOTO OMpeIesieHus, moBTopsieMocTs (0, < 12 %), BHyTpuiadopaTopHas

NPELU3UOHHOCTS (0g, < 14 %), npaBunbHOCTE (A; ;, < 9 %) 1 TouHOCTS (A*< 29 %).

['omoBHBIM 1IeHTpOM TurHeHbl U 3nuaemMuonorun ®MBA Poccun (r. Mocksa)
MPOBEICHA METPOJIOTUUECKAs IKCIIEPTH3a METOIUKH, B 3aKIIOUCHUE KOTOPOU METOINKA

PCKOMCHAOBAHA K ITPOBCACHUIO ATTCCTAIIUU.
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I')TABA 5. AITPOBAIIMA METOAUKH KOJIMYECTBEHHOTI'O
OITPEAEJIEHUA 'EKCA®TOPHUIA CEPBI B KPOBU METOJIOM
XPOMATO-MACC-CIIEKTPOMETPHUUA

[lenbto HacTOsALIEH TIJIaBbl SBISAJACH anpodanus Meroauku ompeneneHus 1'C B
KPOBU 3KCIEPUMEHTAJIbHBIX JKMBOTHBIX, KOTOPbIM OblLT BBeAeH Y 3M-KOHTpacTHBIN
mpernapaT Ha OCHOBe TrekcadrTopuaa cepbl. Pempe3eHTaTuBHas Xpomarorpamma,
NOJlyuYeHHasi 1o pa3paboTaHHONW METOJUKE, NpEeJCTaBieHa Ha pucyHke 25. [Ipemapat
BBOJIMJICS )KUBOTHBIM (KPBICHI U KPOJIMKH) B 1O3UpPOBKax 4 MKI/KT U 15 Mxi/kr. KpoBb
oTOMpanach y XHUBOTHbIX (6 Ha OJHY BPEMEHHYIO TOYKY) Yepe3 YCTaHOBJICHHBIC
IPOMEXYTKM BpeMeHM u 3amopaxkupanack npu —40 °C. Ilepen aHamm3oM KpOBb
pa3MOpaKUBaIM, OTOUpaAIU aJUKBOTY 1 cM®, 3aTeM HOGABISUTH 2 MII pacTtBOpa
BHYTPEHHEr0 CTaHAapTa (5 MKMONB/IM®) B TeNTaHEe M IOMEIIAIN B J1aGOpaTOpHBIl
cMecuTenb  TUma  «Bopteke» (2000 o6/muH, 20 cekynm). [amee pactBop
nentpudyruposanu npu 10000 06/MUH B TedeHHE 5 MUHYT M OTOMpPaM T'e€NTaHOBBIN
CJIOI B BHAJly, KOTOPYIO F€pMETHUYHO 3aKpbiBaiu. KoHueHTpanuio rekcadropuaa cepsl
B KPOBH BBIPOKAIM B MKMOJB/IM°. Pacuer dapMakoKMHeTHdYecKHX mapamerpoB I'C

OIMCAaH B IJIaBe 2.
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Pucynox 25 — Xpomarorpamma o6pasiia, moJy4eHHOT0 OT 3KCIEPUMEHTAIBHOTO

®UBOTHOTO (t = 15 MuH; 103upoBKa 15 MKII/KT)

Ha mnepBoMm »stame paGoTel u3ydyeHHe (HapMaKOKMHETHUYECKUX MapamMeTpOB
MPOBOAMIIM Ha KpbIcax, pe3yibTathl onpeaeneHus ['C mocie BBegeHus 4 u 15 MKI/Kr

MacChl JKUBOTHOT'O B KPOBH TMpeJCTaBICHBI B Tabuiax 31-32.

Tabnuna 31 — KonnenTpaius rekca@Topuga cepbl B KPOBH KPBIC MMOCIIE OJHOKPATHOTO

BHYTPUBEHHOTO BBEJICHUS B /103¢€ 15 MKII/KT

Konuentpanus SF, MKMOJIB/IM

Bpewmsi, Mmun 3 5 10 15 20

Ceps Mkmons/am° | 8,1+0,09 | 2,92+0,09 [ 0,95+0,02 0,20+0,01 < 0,06

Tabmuma 32 — Konnenrpamus rekca@Topuaa cepbl B KPOBH KPBIC MOCJIE OJTHOKPATHOTO

BHYTPUBCHHOI'O BBCIACHUS B 103C 4 MKJI/KT

Konuentpanus SFs, MKMOJ’IB/)IM3

Bpewms, Mun 3 3) 10 15

Cep> MKMOJIB/IM" 0,44+0,01 0,25+0,01 0,18+0,01 | <0,06
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[Tpu w3yuyenun dapmakokuHeTHueckoro mpoduist (pucyHok 26) I'C mpu aByx

AJO3UPOBKax B KPOBHU KPBIC ObLIa OIIpCACIICHA TOJIBKO OJHAa (1)333 CHMKCHUA

koHUueHTpauuu ['C - B mepBble 4 MUHYTHI IPOHUCXOAHMT PE3KOE CHUKEHUE

koHneHTparuu ['C. Paccuntanuslil mostynepro SIMMUHAIIAA COCTaBIISIET 5,8 MUH.

o] ~ co (=]

9]

Komntenrparus I'C B KpOBH, MKMOJTh/ {M>
= o] w =Y

o

8 10

\AI*\‘“"TI—

12 14 16
Bpewms, Mmun

=15 MKA/MN

== 4 MKA/Mn

Pucynok 26 — ®dapmakokuHeTHUECKHA TPoduis rekcadropuia cepbl B 103UpoBKax 15

Ha

OCHOBAaHUH

MOCTPOEHHOU

3aBUCUMOCTHU

U 4 MKJI/KT (KPBICHI).

OBl

paccUnTaHbl

dbapmakokuHeTnueckre rmokazatenu ['C s 103upoBKH 15 MKI/KT JJIS  KPBIC

(Tabnwuma 33).

Tabmuma 33 — Ilapamerpsl hapMaKOKMHETHKH TrekcadTopuaa cephl y KPBIC TOCIE

BHYTPUBEHHOTO BBEACHUS B 103€ 15 MKI/KT.

Vg, MII/KT

Cl, ma/(kr*uq)

MRT, mun

kel: u-1

T1/2, MUH

1231,63

11007,38

8,42

7,12

5,84
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3HadyeHue cpeaHero BpeMeHu ynepkuaHus MRT 8,42 MUH CBUIETETBCTBYET O

6LICTpOM BBIBCACHHUHU CT'0 U3 OPraHU3Ma

[Tockonbky  u3yueHue  (apMaKOKMHETHKH  JIEKQPCTBEHHOrOo  Ipernapara
MOAPA3yMEBAET HCMOJb30BAHUE HECKOJIBKMX BHUIOB JKMBOTHBIX, Mpemapar TaK ke
BBOAWJIM KPOJHKaM B JO3UPOBKE 4 MKJ/KT, pe3ynbTaThl ompexaeneHuss I'C B kpoBu

npejCcTaBieHbl B Tabuie 34.

Tabmuua 34— Konuentpamuy rexcadTopraa cepsl B KPOBH (MKMOIB/IM’) KPOJHKOB

IIOCJIC OAHOKPATHOI'O BHYTPHUBCHHOI'O BBCACHHA B 103C 4 MKJI/KT.

Konnentparus Sk, MKMOJ’IB/I[M3

Bpewmsi, mun 3 5 10 15 20

Ceps mkmons/am° | 8,07+0,10 | 2,92+0,09 0,95+0,02 0,20+0,01 < 0,06

[Tpu u3ydeHun (papMaKOKHHETHYECKOro Hpoduis (pucyHok 27) mpemapara Ha
ocHoBe ['C y KpOJMKOB, TakKe KaKk U y KpbIC, OOHapyxeHa oaHa (a3a BbIBEIACHUS.
Konnenrpanus rekcadgropua cepbl paBHOMEPHO CHIXKAJIACh 10 Ipeena ONpeeaeHHs

B TeueHue 10 — 15 munyt. [lonynepuosn s3numMuHanuu — COCTaBuiI 2,35 MUHYTBHI.

Konuentparyst ['C B KpoBH,
MKMOJTB/ M
I~
/"

0 T L 2
0 5 10 15 20 25

Bpewms, Mmun

Pucynok 27 — dapmakokuHeTHUECKHA TPO(UIB Tpenapara Ha OCHOBE rekcadropuia

CephI B JO3UPOBKE 4 MKJI/KT (KPOJIUKH).
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Ha  ocHoBanum MIOCTPOCHHOW  3aBHCHMOCTH OB  pacCUMTAHBI
dapmakokuHeTnueckue mokazarenu ['C mius mo3upoBku 4 MKI/KT ISl KPOJIMKOB
(Tabmuna 35).

Ta6muma 35 — IlapameTpsl papMakOKMHETUKH TekcadToOpHaa cepbl Y KPOIMKOB MOCIIe

BHYTPUBEHHOTO BBEJCHUSA B J103€ 4 MKJI/KT.

Vg, MIT/KT Cl, mut/(kr*q) MRT, mun Kep, u-1 Ti/2, v

10,88 176,36 3,40 17,66 2,35

JanbpHeumum 3TarnomM padoThl SIBISUIACH OLIEHKa BO3MOXHOTO HakoruieHus ['C,
KOTOPYIO MPOBOJAWIM MO CPEACTBAM CEMHKPATHOTO BBEJACHHS NIpErapara KpoJIUuKam B
no3e 4 MKJI/Kr ¢ uaTepBajoMm 24 yaca. [locie ceapMoro HA SKCIIEPUMEHTA OLICHUBAIIU
KOHIICHTpAIMI0 rekcadTopujia cepbl M PACCUUTHIBAIM MapameTpbl. Pe3ynbTaThl
ornpenaeneHus KoHieHTpanuid ['C B KpOBH KpPOJHMKOB IOCIE KypcoBOro BBeacHHS (7

JTHEW) TIpeICTaBIICHbI B TabuIe 36.

Tabmuma 36— KoHueHTpauun rexcadTopuga cepsl B KPOBU KPOIHMKOB (MKMOIB/IM’)

IMOCJIC MHOTI'OKPATHOI'O BHYTPHUBCHHOT'O BBCACHU B 1O3C 4 MKJI/KT

Konnentparus Sk, MKMOJ’IB/):[M3

Bpewmsi, mun 3 5 10 15 20

Ceps mkmons/am° | 8,07+0,10 | 2,96+0,14 | 0,93+0,02 | 0,20+0,01 < 0,06

B pesynbraTe sKcnepuMeHTa HE OBLJIO BBISBICHO CTATUCTHYECKH 3HAYMMBIX
pa3nuuMii Mociie OJHOKPATHOTO W MHOTOKPAaTHOIO BBEJIEHHMs Ipenapara. Takum
00pa3oM, MOKHO 3aKJIIOUUTh, YTO FP(PEKT KyMyJISIIIUU JIEKAPCTBEHHOTO CPEACTBA MPU

MHOT'OKPAaTHOM BBCACHUU OTCYTCTBYCT.

JIist OLIEHKH /10303aBMCUMOCTH HM3yueHbl (papmakokumHetrnyeckue mnpodunu I'C

Ipy BHYTPUBEHHOM BBEJCHUM KpoJiukaM B 1o3ax 4,6 u 8 MKI/Kr. PesynbTaTs




96

KOJINYECTBEHHOMN OLICHKH KOHHGHTpaHI/Iﬁ I'C B KpOBH KpPOJIMKOB IIPCACTABJICHLBI B

tabmnurte 37.

Tabmuma 37 - KonueHTpamun rekcadTopiaa cepbl B KPOBH KPOTHKOB (MKMOIB/IM’)

IMOCJIC OJHOKPATHOT'O BHYTPUBCHHOT'O BBECACHUA B 103aX 4, 6, 8 MKJI/KT

KonnenTparus Ske, MKMOJII)/I[M3

Bpewmsi, mun 3 3)

10

15 20

Ceps MKMOJIB/ZIM" npu 4 mxi/kr | 8,1+0,1 | 2,92+0,09

0,95+0,02 | 0,20+0,01 |<0,06

Ceps MKMOJIB/ZIM" npu 6 mxi/kr | 9,7+0,2 | 3,73+0,17

1,07+0,03 | 0,22+0,01 |< 0,06

Cep, MEKMOJIB/IM® mpu 8 mxur/kr | 12,94+0,3 | 4,64+0,06

1,38+0,11 | 0,27+0,01 |< 0,06

I[J'ISI IIPOBCPKHU JIMHEUHOCTHU q)apMaKOKI/IHCTI/IKH HCCIICAYCMOI'0O BCHICCTBA

IPOBOJIWIIN CpaBHEHUE (PAPMAKOKHHETUIECKUX KPUBBIX (PUCYHOK 28) MOTyYEHHBIX MPH

BBCJIACHHHU CTO B PA3JIMYHBIX O03adX U d)apMaKOKI/IHCTHLIGCKI/IX ImapamMcCTpOB.

14

[EEY
[

=
o

co

=4 MKMOb/OM3

== 6 MKMOb/OM3

8 MKMOANb/am3

Kontenrparsi 'C B KpOBH, MKMOJIL/ M3

Bpewms, Mmun

Pucynox 28 — Ipoduns koutenTparuii 'C B KpoBU KPOJIMKOB IMOCIIE BHYTPUBEHHOTO

BBEJIEHHA B 103ax 4, 6 1 8

MEKJI/KT

Ha ocHOBaHMM TOJyYeHHBIX aaHHBIX crpowtn 3aBucumocte AUC = f (D)

(pucyHok 29).
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50
y =13,831x+ 8,3098
RZ=0,9819
F
5
-
=
)
=
-
U T T T T 1
0 1 2 3 4 5
Ho3a, MI/KT

Pucynoxk 29 — 3aBucumocts AUC ot uccnegyembix 103 (4, 6, 8 MKII/KT)
Anamm3 3aBucumoctd AUC (motomanp 1moja KUHETHYECKOM KPHUBOM) OT J03bI
MOKAa3bIBAET JIMHEWHYIO 3aBUCUMOCTH ¢ KO3 urmenTom koppesiiuu 0,98. Pe3ynbrarsl
orieHku 3aBucumoct AUC oT 710361 MOKa3aiu, 4YTO B AUANa3oHe 103 OT 4 0 8§ MKJI/KT

MMEET JINHEVHBIN XapaKTep.
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BriBoaLI IO 171aBe 5.

[IpoBenena ampobGarusi pa3paOOTaHHOW METOAMKHM B OKCIEPUMEHTE Ha
YKUBOTHBIX: HCClieJoBaHa (DapMaKOKHMHETHKA MperapaTa Ha OCHOBE rekcadTopuaa cepbl
B KPOBH KPBIC U KPOJIUKOB, IMOJTYYEHbI OCHOBHBIE (DAPMAaKOKMHETUYECKUE 3aBUCUMOCTH,
KOTOPBIE COTJIACyIOTCS C MCCJICIOBAHUSIMU, MPOBEICHHBIMH Ha JKCIIEPUMEHTAIbHBIX
YKUBOTHBIX IO OIPEACICHUIO YJIbTPa3ByKOBOTO-KOHTPACTUPOBAHUS: WHTEHCHUBHOCTD
aKyCTUYECKOTO CHUrHajla HMEET aHaJIOTMYHYI0 3aBUCUMOCTb, OJIHAKO KaKk U
Ipeanojarajgoch, nocjie ucuesHoBeHUs: Y3-curHana, ['C eme oOHapykuBaeTcsi B
3HAUYUTENBHBIX KOJUYECTBAX. MHBIMU cllOBaMM MBI JOKa3aid €€ MNPUTOJHOCTH MJIS

HCIIOJI30BaHMS B KJIMHUUECKOM ITPAaKTHKEC.

OueHeHa BO3MOXKHOCTh HAaKOIUIEHHS TrekcapTopuja cepbl B OpraHU3ME MpuU
MHOTOKPAaTHOM €ro BBEJIEHHH B KPOBb, OLIEHEHBl OCHOBHbIE (DAPMAaKOKMHETHYECKUE
napamMeTpbl Ipernapara Ha KpoJMKax d4epe3 7 JHEH KypCOBOIO BBEACHMS.
CpaBHUTENBHBII aHANW3 HE BBIIBWI CTATHCTHYECKH JIOCTOBEPHBIX Pa3IU4Mid
(apMaKOKMHETUYECKUX apaMeTpOB MOCJE OAHOKPATHOIO U MHOTOKPAaTHOT'O BBEACHUS,

YTO yKa3bIBaeT HAa OTCYTCTBHE d(PdeKTa KyMysaIuu rekcadropuaa cepsl.
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BbIBO/IbI

1. N3yueno xpomarorpaduueckoe TMoBeaeHHE Tekcadropuga cepsl Ha
KalWUIAPHBIX KOJOHKAaX C Pa3IUYHbIM COCTaBOM HemoJABIKHOM ¢a3bl. [lokazano
oTcyTCTBUE copOuuu Ha kosioHke HP-Innowax npu temmneparypax 30 — 50 °C.
Omnpeneneno, 49ro JgobaBka 5% B coctaB HemoABWXHOH ¢aszer  (HP-5mSs)
(beHMINONNCUIIOKCaHa YMEHbBIIIAEeT COPOLIMOHHBIE CBOMCTBA KOJIOHKH, TI0O CPABHEHHIO C
HETIOABIKHOM (ha30it Ha ocHOBe MeTmoucHiIokcana (HP-1ms).

2. [IpoBeneHa OIEHKA BIHSHUSA TEMIIEPAaTypbl HCTOYHUMKA HOHOB MC-
JeTeKTopa: mpu yBenuueHuu temrepatypbl co 100 go 200 °C, yBenumuuBaeTcsi 00U
TOK, OJHAKO, MHTEHCUBHOCTh OCHOBHOTO MOHa (127 m/z) cumxkaercs Ha 13 %, a npu
JanpHelieM yBenudeHue temmepatypbl g0 250 °C  mpoucxoauT emie OoJibliast
¢parmenTanus nona [SF5]", u, kak cieacTBue, CHUKaeTCs MHTeHCUBHOCTS curnana I'C.
[Ipu BBIOpaHHOU pabouelt Temmneparype ucrounuka moHoB 100 °C macc-criektp I'C
Gonee yeM Ha 78 % cocTouT u3 curHanga moHa [SF5]" ¢ 127 m/z, yro obecreunBaer
HauOOJIBIITYIO YYBCTBUTEIBHOCTb.

3. Omnpenenensl pabouune yciaoBus ['X-MC cuctemsl Jjisi KOJIUYECTBEHHOTO
onpenenenus ['C: kononka HP-1MS; temneparypa tepmoctara konoHok 40 °C; BBOA
npoObl O€3 JIeNIeHusl MOTOKa; TeMiieparypa uctrounuka nonos 100 °C.

4, N3ydeHsl mapaMeTpbl KHIKOCTb-KUAKOCTHOM 3KcTpakuuu ['C u3 kpoBu
IpU  HUCIMOJIb30BAHUU OPraHUYECKUX HEMOJSPHBIX PaCTBOPUTENEH, 00JIaJaroImxX
HamOoJIbLIEH pacTBOpstOlIed crnocoOHOCThI0. Ha ocHoBaHuM uero, paspaboTaH
QITOPUTM MPOOOTIOATOTOBKK 00pa3iioB KpoBu aiisg onpeneneHust ['C, 3aKkirodaronmiics
B U3BJIeUEHUU rekcadTopuaa cepbl FrelITaHOM; COOTHOIIIEHUE «KPOBbB : renTany - 1:2.

5. [Ipennmoxena wmeroguka onpeneneauss ['C B KpoBM U MpOBeAcCHA
METPOJIOTUYECKasl OIeHKa M0 TOoKa3aTeasiM MOBTOPSAEMOCTH, BHYTPUIA0OPATOPHOMN
MPELU3MOHHOCTH, MPABWIBHOCTH U TOYHOCTH. [loka3aHa TMHENHOCTh IPalyupOBOYHOU

3aBucuMoctH I'C B nquana3zone konnenrpamuit I'C 0,06—15 MKMOJIB/ M, JlokazaHno, 4To
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pe3yJIbTaThl, MOIy4YaeMble C IOMOIIBIO pPa3padOTaHHOW METOAUKU HE OTSTOIIECHbI
CUCTEMATUYECKOM MOTPEIIHOCTBIO.

6. [IpoBeneHno wu3ydenuwe QapMakOKMHETUKH Mpemnapata Ha ocHoBe ['C ¢
NOMOUIbIO pa3pabOTAHHONM METOJMKM Ha JBYX BHUAAX XUBOTHBIX. [lpum u3ydyeHun
dapmakokuaeTndeckoro mnpoduns ['C Opima oOHapyxkena 1 (¢daza CHWKEHUS
KOHIIeHTpaluu BeniectBa. Konuentpamus I'C paBHOMEpHO CHIXKANach O MUHUMAJIbHO
onpenensieMoro ypoBHs B TeueHue 10 — 15 munyr. [lomynepuon siavMuHALIUKA —
cocraBun 2,35 munyThl. [lokazano orcyrcrBue kymyssinuun ['C B opranuszme npu

MHOI'OKpPAaTHOM BBCICHHUHU IIpCIIapara.
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3AK/IIOYEHUE

B wu3BectHO# muTeparype mociemanx 40 JIeT OTCYTCTBYIOT JJaHHBIC TIO
onpenenenuto ['C B oOpaznax Ouomarepuana (B YaCTHOCTH — KPOBH) C IMOMOIIBIO
xpoMarorpadpuueckux  MeTomoB. [Ipemmaraempiii  co3maTensiMA  UTAIBSTHCKOTO
nperapata Ha ocHoBe I'C moaxoxn [72] k onpexnenenuto @K mocnemHero mo cpeacrsam
U3MEpPEHHSI aKyCTHYECKOTO CHTHAJla HE SBISETCS aJeKBaTHBIM, T.K. IOJIy4aeMBbIi
CUTHAJI XapaKTEPH3yeT COJEPKAaHWE MHIICIUT JICKAPCTBEHHOW (OpPMBI, B KOTOpPOH
zaxnmtodeH ['C, a He ero koHueHTpanuio. B To xe Bpems B 3amadax OK uccnenoBanuit

JICXKAT IICT0 UX OCHOBC.

IToaTOMY, y4UTBIBasi BBICOKYIO UYBCTBUTEIBHOCTb M CEJIEKTHUBHOCTH XPOMAaToO-
Macc-CIEKTPOMETPUH, A TaKXKe IIUPOKYI pPacupOCTPaHEHHOCTh JaHHOTO THUIa
npuOOPOB, MOKHO MpeArnojararb, 4ro paspaboTaHHas MeToauMKa OyneT BHEJpeHa B

MPAKTUKY YUPEKICHUN MEIUIIMHCKOTO U (hapMaIieBTUYECKOTO MPOQUIIS.
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CIIMCOK COKPAIUEHUHA U YCJIOBHBIX OBO3HAYEHU
I'C — rekcadTopua cepsl.
['’X-MC - razoBas  xpomaTorpadus-Macc-CIeKTpoOMeTpus  (XpoMaTo-Macc-
CIIEKTPOMETPHS).
J23 (23]]) — neTexTop 3JIEKTPOHHOrO 3aXBata.
ppm (part per million) — mumtronHast gacts (10°).
sub-ppm — ppb, ppt .
ppb (part per billion) — Munmapamas sacts (10°°).
ppt (part per trillion) — Tpumtrapanas acts (1079).
AUC — miomaas moja 3KCIepuMEHTATbHOW KPUBOM KOHIIEHTpAIMU rekca@Topuia cepbl
B KPOBH 32 HCCIIEAYEMBII MEPHOS;
Cl — o0Omuii kaupeHc;
V4 — kaxyuuiicsa o0beM pacnpeaeseHus rekcadTopuaa cepsl;
Ty, — niepuo MoayBbIBEICHUS TeKcadTOpUIa CEPHI;
MRT — cpennee BpeMs yaep>KuBaHus rekcadTopujia Cepbl B OpraHu3Me;

Kol — KOHCTaHTa DIIMMUHALIMH.
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Me'ro.-lym NPEHAIHAUCHA LIS MPHMCHEHHS B cepax PUACTIPOCTPAHCHMS 1OCY IAPCTBE HOro
METPOTOTHUCCKOTO KOWTPOUIS H HATIOPGE.
BeBoam o coorsercramn MKXA tpefosanmsm I'OCT P 8.563-2000 «l'ocynapcrsennas
CHCTEMa ODCCTIeHeHIA CAMHCTBA H3Mepeniii, Metoumxn BBITOAREHHS IaMepen ity ;
@) HanmeHOBaNMS MIMCPACMBIX BEAHYHH 3 OGOIHAYCHHS HX COOTBETCTRYNOT TpeGoBanunsm
FOCT 8.417-2002 «I'ocymapersennas cicrema oecieyeHns eaHHCTRa msmepennil. Exmmimupg
busiveckux seanaIHY,
6) Bwibop cpeacrs wamepennii YAOBACTHOPACT YCAOBHAM MIMEPHTCILHON Yamaw i Mower OniTe
NPH3HAH PAIHOHATRHEIM.

Tunw suiGpannbix cpecrs HIMEPCHMI, B TOM 4HCAC CTAMARPTHLIX 00pasuos, yIBepAICHM
DEACPLTBHBIM ATCHTCTBOM 10 TEXHHYECKOMY PEryTHPOBIHHIO H METPOIOTH I,
8) Jlnanason wisepennii COOTBETCTRYET NOCTas/ICHHON 3ajaye n cnocodeTByeT noayuenuno
HHQOPMAIIHN HEOBXOAMMOM V1R OUEHKH AOKTHINGCCKIE HCCaCA0BANA GE30NACHOCTH B Henx
MPOBCACHMA  KAMHMYUCCKUX  HeCaeoBaniit M perucTpanmm JACKAPCTHEHHLIX penaparos
COOTBETCTBHH € TPeOOBAHHAX MUIOKEHHBIMH B HOPMaTHBHBIX JIOKYMEHTax Munucrepersa
3apanooxpancis Poceniickoit ®enepaumy,
1) XapaxkTepucTHKH HOFPEINHOCTH  (nOKasaTe:Tn TOUHOCTH)  H3MEpeHUH  cooTBeTCTRYIOT
tpeGosannsM  [lpuxas MitncTepersa 3apasooxpanems Pocenitckoli  desepaums
(Munaapas Pocenn) or 21 espanst 2014 1. Ne 81n. O6 yrsepaiennn MMepeuns Hamepenni,
OTHOCSMIMXCH K cepe rocyaapersennoro PeryAuMpoRasns 0becneyenus ¢ MEcTaa H3MEPeHHnit,
BRIMONHACMBIX  NPH  OCYIMECTRACHHH  ACHTENBHOCTH 1 OB1ACTH VIPABOOXPAHOHHN, |
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[Tpunoxenune b
PacueT BHyTpHI1ab0opaTOpHOH MPEIM3NOHHOCTH METOJNKH OIpeIesieHns rekcadropuaa
cephl

Pe3ynpraThl pacueTa BHYTPHIA0OPATOPHON NPEIHU3UOHHOCTH IPUBEIACHBI B
tabmumax 1 — 5.

Ta6muna 1 — Pacder Ha ypoBHe koHIeHTparuu 0,06 MKMOJII:/I[M3

N Pes-TbI mapan

MKI\(/IjOj;IT};IMg ME;ZI;E;‘;:IS cepui, onpen Cop S Ghacn . OR
L=15 C: C, n
1 0,068 | 0,078 | 0,073 | 5,12x107
2 0,058 | 0,066 | 0,062 | 3,2x10°
3 0,054 | 0,058 | 0,056 | 8x107°
4 0,056 | 0,054 | 0,055 | 0,2x10°
5 0,073 | 0,047 | 0,060 | 33,5x10
6 0,078 | 0,068 | 0,073 | 5x10°
7 0,053 | 0,069 | 0,061 | 12,2x107

0,06 0,0026 8 0,068 | 0,056 | 0,062 | 7,2x10° | 0,33 | 0,47 | 0,009

9 0,061 | 0,054 | 0,058 | 2,5x10°
10 0,060 | 0,068 | 0,064 | 3,2x107
11 0,076 | 0,068 | 0,072 | 3,2x10°
12 0,052 | 0,066 | 0,059 | 9,9x107
13 0,078 | 0,063 | 0,070 | 11,6x107
14 0,054 | 0,061 | 0,058 | 2,7x10°
15 0,068 | 0,075 | 0,071 | 2,3x107




117

Ta6nuna 2 — Pacder Ha ypoBHe koHIeHTparuu 0,09 MKMOJIL/ILM3

C reops [Torpemnin, N Pe3-Tb1 napan
MKMOJIB/JT | MKMOJIB/JIM | CEpHH, ompen Cep s2 Gpacu | Graoa ORx
M 3 L=15 C: C,
1 0,085 | 0,108 | 0,097 | 26,5x107
2 0,109 | 0,099 | 0,104 | 5x107
3 0,100 | 0,094 | 0,097 | 1,8x107
4 0,093 | 0,105 | 0,099 | 7,2x107
5 0,113 | 0,089 | 0,101 | 28,6x107
6 0,091 | 0,109 | 0,100 | 16,2x107
7 0,097 | 0,121 | 0,109 | 28,8x107
0,09 0,0039 8 0,105 | 0,091 | 0,098 | 9,8x10° |0,152 | 0,471 | 0,011
9 0,111 | 0,102 | 0,107 | 4,05x10°
10 0,081 | 0,096 | 0,089 | 11,3x107
11 0,119 | 0,101 | 0,110 | 16,2x10”
12 0,105 | 0,089 | 0,097 | 12,6x107
13 0,095 | 0,093 | 0,094 | 0,2x107
14 0,090 | 0,083 | 0,087 | 2,45x107
15 0,091 | 0,099 | 0,095 | 3,2x107
Ta6nuna 3 — Pacder Ha ypoBHe koHIleHTpaluu 0,12 MKMOJTB/ M
C reops [Torpemn, N Pe3-Th1 mapan G
MKMOJIB/J] | MKMOJIB/IIM | CEpHH, onpen Cep g? P Glaen OR s
M 3 L=15 C, C, !
1 0,131 | 0,113 | 0,122 | 16,2x10-5
2 0,122 | 0,108 | 0,115 | 9,8x10-5
3 0,125 | 0,131 | 0,128 | 1,8x10-5
4 0,141 | 0,134 | 0,138 | 2,45x10-5
5 0,109 | 0,118 | 0,114 | 4,05x10-5
6 0,119 | 0,147 | 0,133 | 39,2x10-5
7 0,141 | 0,132 | 0,137 | 4,05x10-5
0,12 0,0053 8 0,118 | 0,135 | 0,127 | 14,1x10-5 0'31 0,471 | 0,013
9 0,121 | 0,136 | 0,129 | 11,3x10-5
10 0,112 | 0,133 | 0,123 | 22,1x10-5
11 0,108 | 0,129 | 0,119 | 22,1x10-5
12 0,119 | 0,142 | 0,131 | 26,3x10-5
13 0,132 | 0,124 | 0,128 | 3,2x10-5
14 0,106 | 0,141 | 0,124 | 61,3x10-5
15 0,143 | 0,149 | 0,146 | 1,8x10-5
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Ta6nuna 4 — Pacder Ha ypoBHE KOHIIeHTpaluu 1,5 MKMOJII)/,IIM3

C reops [TorpemH, N cepuu, Pes-Tel napan 2 Gpa | Gra .
MKMOJIB/IIM® | MKMOJIB/IM° L=15 oniped Cop cu o ORx
C C
1 1,43 1,50 1,47 0,0025
2 1,39 1,51 1,45 0,0072
3 1,39 1,31 1,35 0,0032
4 1,59 1,34 1,47 0,0313
5 1,46 1,59 1,53 0,0085
6 1,44 1,55 1,50 0,0061
7 1,63 1,41 1,52 0,0242
15 0,066 8 137 | 148 | 143 | o006l | 2 | 9% | O
9 1,41 1,63 1,52 0,0242
10 1,24 1,39 1,32 0,0113
11 1,67 1,34 1,51 0,0545
12 1,49 1,42 1,46 0,0025
13 1,39 1,56 1,48 0,0145
14 1,46 1,53 1,50 0,0025
15 1,61 1,49 1,55 0,0072
Ta6muua 5 — Pacuer Ha ypoBHE KOHIEHTpAImn 15 MKMOIB/aM°
C reops [TorpemiH, N cepun, Pes-Tol napan 2 Gn | .
MKMOIB/IMS | MEMOJTB/IM° L=15 onpeat Cop S Gpacn o1 OR
Cy &)
1 15,65 14,36 15,00 0,83
2 14,84 15,72 15,28 0,39
3 15,62 14,19 14,90 1,02
4 14,76 13,86 14,31 0,41
5 15,64 15,12 15,38 0,13
6 14,82 14,19 14,50 0,20
7 14,56 13,35 13,95 0,73
15 0,65 8 15,84 14,12 14,98 1,47 0,191 g’f 0,9
9 14,97 13,95 14,46 0,53
10 14,56 13,86 14,21 0,25
11 13,84 15,82 14,83 1,97
12 14,62 13,99 14,30 0,20
13 14,56 13,46 14,01 0,61
14 15,84 14,32 15,08 1,15
15 15,18 14,19 14,68 0,48






