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AHHOTAIIUA

Pa3pabotan MeTon cyAeOHO-XMMHUYECKOTO MCCIIEIOBAHUS HA HAJIMYUE HAPKOTH-
YECKUX W TICHXOAKTUBHBIX BEIIECTB B OMOJOTHYECKUX >KHIKOCTSIX (MOYE) M BOJIOCAX
YEJIOBEKa METOJIOM Ta30BOM XpoMaTorpauu C MacC-CEICKTUBHBIM JIETCKTUPOBAHHUEM.

PaboTa BhINOTHEHA B X0/ pealii3allii ToCy1apcTBEHHOro 3a1anus Ha 2012-2014
IT., yIBepkIeHHOro 26.12.2011 r. 3amectutenem MuHUCTpa 3ApaBOOXPAHEHHUS U COLIU-
anbHOTO pa3Butusi Poccuiickoit @enepanuu B.M.CkBOP1IOBOIA, pHU BBINOJHEHUH HAYY-
HBIX UccleoBaHuM 1o TeMe: «l3yueHrne BO3MOKHOCTH COBEPIIECHCTBOBaHUS METOJ/OB
Cy/1€OHO-XMMHUYECKOTO HCCJIEAOBAaHUS HAPKOTHUYECKUX M TCUXOTPOIHBIX BEIIECTB B
OMOJIOTMYECKOM U TPYITHOM Matepuasey.

ABTOp: CyACOHBIM SKCHEPT - XUMHK OTHACJIICHHUS CYJIeOHO-XMMHUYECKUX M XHUMHKO-
Tokcukosiornueckux uccienopanut ®I'BY «PILICMDB» MunznpaBa Poccuu, HOKTOp
xuMuueckux Hayk CaBuyk C.A.

PeneH3eHThI:

E.M.Canomatid — TJIaBHBIM HAy4YHBIM COTPYIHHUK Jabopatopuu CyaeOHO-
XUMUYECKMX W XHUMHKO-TOKCHKOJOTHMYecKuXx wucciegoBanuii ®I'BY «PLICMD»
Munsznpasa Poccuu, nmpodeccop, n1oktop GapmarneBTHIECKUX HAYK

P.A Kanékun — crapmmii HaydHBIH COTPpYAHMK  JabopaTopuu CyaeOHO-
XAMUUYECKMX W XHUMHKO-TOKCHKOJOTHMYecKux wucciaegoBanuii PI'BY «PLICMD»
Munznpasa Poccuu, noktop gapmarieBTHIECKUX HAYK

PexomennoBano k m3gaHuio YueHsiM coBeToM DPI'BY «PLICMD» Munsznpasa
Poccuu (mpotokon Ne 5 ot 16 okTs0ps).



BBenenue

Meron xpomaro-macc-cnekrpometpun (XMC, I'’X/MC) ocHOBaH Ha COYETaHUU
JIBYX aHAJUTUYECKUX METOJOB: KaNWUIIPHOM Tra3oBOM XpomaTtorpaduu H Macc-
crieKTpoMeTpur. MeToJ1 peHa3HaYeH JJi MOJy4eHUsI 0ObEKTUBHBIX JTAHHBIX O HAJIH-
YUU HAPKOTUYECKUX, TICUXOAKTUBHBIX BEILIECTB MU UX META0OJUTOB KOTOPHIE yKa3bIBa-
IOTCS B IMAarHOCTUYECKUX 3AKIFOYEHUSX, PE3YyJIbTaTaX MEIUIMHCKOIO OCBUETEIIHCTBO-
BAHUS, SKCIIEPTHBIX 3AKJIIOUYCHUAX, PE3YIbTATAX XUMUKO-TOKCUKOJIOTHYECKOTO KOHTPO-
JI1 © MOHUTOPUHTA.

Onucanme MeToaa

Meronuka I'X-MC ananu3a OCHOBaHA Ha WJICHTU(DUKAIMK OINpEICIsIeMbIX Be-
HIECTB, B DKCTPAKTaX, BBIJCICHHBIX U3 00pa3lloB MOYHU, HACTOEB OPraHOB WJIM TKaHEH
KHUJIKOCTh/JKUAKOCTHOW WK TBepaoda3Hoi skcTpakiuei. OOpasibl BOJIOC MOIBEPraroT
(dbepMEeHTHOMY THAPOJIU3Y WJIM U3BJIEKAIOT I1IEJIEBhIC BEIIECTBA B METAHOJ MPHU YIbTpa-
3BYKOBOM 00paboTke. OmnpesensemMbie BelecTBa UACHTUPHUIIUPYIOT B aBTOMATHYECKOM
peXUME IO JABYM aHAJIUTHYECKUM MapameTpaM: BpeMEeHU XpoMatorpaduyecKkoro yiep-
JKUBaHUS U Macc-crekTpy. MaeHTtuduiupoBaHHOe BEIIECTBO OMPEACISIIOT KOJIUYECT-
BEHHO Ha OCHOBAHWHU IPaayMPOBOYHON XapaKTEPUCTUKH, KOTOPYIO MOJYYaOT HA OCHO-
BaHUU PE3yJIbTATOB aHANIM3a CTAaHJAPTHBIX 00Pa3IIoB.

MarepunajnbHO-TeXHHUYECKOe o0ecrieueHne MeToAa

J1J1s1 BBITIOJTHEHUSI METOAMKHU UCTIOIB3YIOT ra3oBbie XpoMaTorpadsr Agilent 6890N
(CHIA) wmu Agilent 6850 wmm Agilent 7820 — Maestro (CIIA - Poccus) ¢
aBTOMH)XeKkTOopoM Agilent 7683, macc-cenektuBHbIME neTekTopamu Agilent 5973N,
5975 (CHIA), Agilent 5975-Maestro (CILA - Poccus), xomonkoit (Agilent HP-5MS
HoMep mo kataymory 19091S-433) mmunoii 30M, BHyTpeHHUM auamerpoM 0.25Mm,
TommuHoN TuieHKH a3l 0.25mkM. s uneHTHUKAMKA  BEMIECTB  HCIOJIB3YIOT
oubsmoteku Macc-criektpoB ([Ipmtoxenue 1).

[Tepeuenp o6mIeTabopaTopHOro 0OOPYI0OBaHUS U PEaKTUBOB JaH B lIpuinoxeHun
2u3.

JlommyckaeTcsi HCIONIb30BaTh 00OpYAOBaHWE, MaT€pHabl U  PEAKTHBBI C
TEXHUYCCKUMHU XapaKTECPUCTHKAMU aHAJOTUIHBIMHA YKa3aHHBIM.

Ycaosua I'X-MC anaaunsza

Xpomatorpad ©  MacC-CIEKTPOMETPUUYECKHA  JTETEKTOP BKJIIOYAIOT U
HAaCTPauBalOT B COOTBETCTBUU C MHCTPYKIMEW MO 3KCIUTyaTallud M yCTaHABIUBAIOT
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napameTpbl XpoMarorpadupoBaHus U MACC-CIEKTPOMETPUYECKOTO JETEKTUPOBAHUS.
['panynpoBKy NmpuOOpPOB JIsi MPOBEACHUSI KOJIMYECTBEHHOTO aHaIM3a BBIMOJHSAIOT MO
METOAYy  BHYTPEHHErO  CTaHJapTa  COMVIACHO  HMHCTPYKIMU K  TIpudopy.
XpomaTorpapuyeckuil MINpUIl TIEpel aHATU30M M MOCJE aHalli3a MPOMBIBAIOT JBYMS
PacTBOPUTEIIAMHU (TOJIYOJIOM U alleTOHOM), 110 5 pa3 KaXkKIbIM PaCTBOPUTEIIEM.

Metoa 1 “SCREEN”. TemneparypHasi nporpaMma TEpMOCTaTa KOJIOHOK: HaydajbHas
temreparypa 100°C ¢ u30TepMHUYECKOi BBIIEPKKON B TEUEHHE | MHH, C IOCIIEAYIOIIUM
temreparypHbiM rpaguenToM 35°C/mMun 10 300°C ¢ M30TEpMHUYECKON BBIIEPKKOM 15
MUH. AHanu3 B pexuMe noctossHHoro nasiienus: (Constant Pressure). B xauectBe raza
HOCHUTENISI UCIONB3YIOT renuil mMapku «Ay». Temmeparypa ucmaputens xpomaTtorpada
cocrapisier 270°C, amamutudeckoro wuHTepdeiica (xpomarorpad/mMacc-CrieKTpoMeTp)
280°C. IIpoOy BBOIAT B peKUME C JeeHreM motoka (split) 1/10.

BpeMena ynep:xuBaHusi OnpeieNieMbIX COCTMHEHUN (CM. TPUIIOKEHUE 3) MOITYYaroT 110
Merony (uxcanuu BpeMeH yaepkuBanus (Retention Time Locking, RTL). Hactpoliky
merona RTL ocymiecTBisitor o AudeHnIaMuny, MEHsIs JaBJICHHUE B y3Jie BBOJA TaKUM
oOpa3oM, 4TOOBl BpeMsl ylepkKUBaHUA JU(eHWIaMHHA B BBIOPAHHBIX YCIOBHUSAX
xpomatorpacdupoBanusi cocraBuio 5.50+0.03 muH.

Metoa 2 “DOAS”. TemnepaTypHas mporpaMma TE€pMOCTaTa KOJIOHOK: HayajbHas
temreparypa 50°C ¢ uzorepMudeckoii BeIIEPKKOM B Teuenre 0.5MuH, ¢ HOCIIEnyHOIUM
TemreparypHbiM rpaguenToM 99°C/mun no  100°C ¢ m3orepMuueckoii BhAEPKKOM 1
MHH, C MOCIEAYIONMM TeMIepaTypHbiM rpamuentom 15°C/mub 10 280°C ¢
M30TEPMUYECKON BbIAEPKKOW 30 MUH. AHanm3 B pPEXKUME MOCTOSHHOTO JaBJICHUSA
(Constant Pressure). B kauecTBe rasa HOCHUTENS HUCIOJB3YIOT TEIMH MapKd «A».
Temneparypa wucmaputens xpomarorpada cocrtaBaser 270°C, aHATHTHYECKOTO
uHTepdeiica (xpomarorpad/macc-criekrpomerp) 280°C. TIpoOy BBOAAT B PEKHME C
nenenrem motoka (split) 1/10. Hacrtpoiiky meroma RTL  ocymiecTBasioT 1o
nudeHuIaMruHy, MEHSsl JaBJeHHE B y3Ji€ BBOJA TaKMM 0Opa3oM, 4TOOBl  BpeMms
yaepuBanus — Tu(EHWIAMUHA B BBIOPAaHHBIX YCJIOBHSX XpomaTorpadupoBaHUs
coctaBmio 9.26+0.03 mun. I[Ipumepst xpomatorpamm cM. Puc. 1 u 2.

YciaoBusi MacC-CIEKTPOMETPUUYECKOT0 JIeTeKTUPOBaHUsA. [[J11 MHOTOKOMIIOHEHTHOM
UJeHTU(GUKAIIMKY BEIIECTB MO Mporeaype | HCIOIB3YIOT PEXUM CKAaHUPOBAHUS T10
noaHoMy MoHHOMY TOKy (SCAN), mpu KOJIMYECTBEHHOM aHAM3€ TAKKE HCIOJB3YHOT
PEXUM CKaHHPOBAHUS MO MOJHOMY HOHHOMY TOKY, a B Cilydyae€ HEOOXOIUMOCTH
ONpENeNeHus] ¢ TMpefenoM oOHapyxkeHus Huke 50 HI/MI HCHONB3YIOT — PEXKUM
MOHUTOPHUHTIA MO BEIOpaHHBIM HOHaM (SIM).

AHAJIN3 B peXUMe CKAHUPOBAHUS IO IMOJHOMY MOHHOMY TOKY. ‘“3ajepXka Ha
pacTBOpUTENIb” BpeMs BKJIIOYEHHUS KAaTOAOB M aHAJIM3aToOpa MOCIE MPOXOKIACHUS IO
KOJIOHKE (DpOHTA PACTBOPUTENS — Yepe3 3 MUH IOCJIe BBOJA MPOOHI.

- Temmeparypa ucrournka noHos 230°C

- Temmneparypa ananuzatopa 150°C

- Jlmamazon macc m/z 41-650 a.e.m.



-  HampsbkeHue Ha yYMHOXHTENE: PE3YJIbTaT, IMOJYYEHHBIM NP aBTOMATUYECKOU
HacTpolike no nephropOyruinamuny B pexume ATUNE.

AHaJM3 B pe:KUMe MOHUTOPUHIA 110 BHIOPpaHHBIM HOHaM (SIM). leTekTupoBaHuE B
pexume SIM BBIMOTHSIOT B ciydasx, Korja KOHIEHTpalus ONpelesisieMbIX BEIIECTB
Huke 25-50 Hr/mi, npu 3TOM HJCHTU(DUKAMOHHAS 3HAYUMOCTH TOJYYEHHBIX
pPE3yNbTaTOB OYAET CYIIECTBEHHO HIDKE, MOCKOIBKY TOJHBIN CIEKTP HE Pukcupyercs. B
KAaueCTBE XapaKTEPUCTHYHBIX HMOHOB MOTYT OBITh BBIOpaHBI. 0a30BBIA HMOH Macc-
CIEKTpa, MOJEKYJSIPHBIA MOH OMPENETIsIeMOTO COCIWHCHUS WM (pParMeHTHBIA HOH
HanOOJIbIIIE WHTEHCUBHOCTH. BBIOpaHHBIE MOHBI JOJKHBI OBITh CHCIU(DUYHBI IS
OINpENENSIEMOr0 COEANHEHUS U He cojepkatbecs B (oHe. Hambonee cnenuduyHbii
(ueneBoi, taget) MOH KCMONB3YIOT MJI KOJWYECTBEHHOTO OMPENENICHUs], JIBa JIPYTrUX
MOHA MCTOIB3YIOT JUISl TIOJITBEPKACHUS MPABUIBHOCTU UIACHTU(DUKAIIIH,

IHoaroroBka npo6 moum s I'X-MC ananu3za

MeTto/ BKIIOUAET TPU aHATUTUYECKUE TPOLEAY Pl OJATOTOBKU MTPOOBI U aHAIU3a.
[Tpu HEOOXOAMMOCTH ONPEEIECHNS HU3KUX KOHLIEHTPALUNA aHAIM3UPYIOT IPOOBI MOCie
KHUCJIOTHOTO WM (P€PMEHTHOTO TUPOIIN3A.
IIpouexypa 1: kucaoTHbIN ruapoan3 s3kcTpauusd npu pH 9, nepuBatuzanus TpupTOpyK-
cycHbiM aHruapusioM (TOAA). Onpenenstor MHAUBUAYATbHBIE BEIIECTBA CIEAYIOLIUX
XUMHYECKHUX TPYIII:
* Onuatel, METa0OIUTHI, COMMYTCTBYIOIINE KOMIIOHEHTHI
*  AmM@eTamMuHBI U UX METAOOIUTHI
* bBapOutypatbl U UX METa0OJIUTHI
* beH3oanazenuHpl ¥ MPOAYKTHI UX TUAPOIU3A
* CuHTeTHYECKHE HApKOTHUECKHUE BEUIECTBA U UX META0OIUTHI
¢  CTUMyIATOPHI CHHTETUYECKOTO MPOUCXOKICHUS U UX METa0OIUTHI
IIpouenypa 2: onpenenenne 11- Hop —aenbra- 9-kapOOKcUTETpArUAPOKAHHAOUHOJIO-
BOI KHMCIIOTHI B BUJIE MEHTA(PTOPIPOU3BOAHOTO. MOUy MOJABEPraroT MHICTIOYHOMY TH/I-
ponu3y, skctpanuu npu pH 2-3, nepuBatuzanuu ¢ NeHTaQTOPIPONHUOHOBBIM aHTUAPHU-
noM ¢ ieatadroprpomnanoiaoMm (ITPITA u [TOIIOH).
IIpouenypa 3: kucioTHBINA ruaposn3 3KcTpauus npu pH 9, nepuBatuzamms BSTFA.
OnpenenstoT MHAUBUYAJIbHBIE BEIIECTBA CIACAYIOMUX XUMUYECKUX TPYII B BUIE TPHU-
METHJICHITWIIBHBIX pou3BOaHbIX (TMS):
o Tlcunonwmn, ncuormmbun TMC.
* benzommkronnn TMC. Knodenun TMC.
* Merabonute JWH-018, 073, 250, PB-22, FUB-PB, THJ-018, 2201 TMC ux
aHaJIOroB, TOMOJIOTOB.
« npousBoansie TMC BeliecTB, onpenesemMsbix o npoueaype 1.
« TMC npousBonnoe 11- Hop —nmenbpTa- 9-kapOOKcHTETparuAPOKaHHAOMHOIOBOM
KHCJIOTHI.



[Tponieaypsl 1 1 2 BBEIMONHSAIOT HA OAHOM mpubope. 11 porieaypsl 3 UCOIB3YIOT 0T=
NeJLHLIA MPUOOP.

[IpuroroBienne CTaHAAPTHBIX PacTBOpPOB. CTaHIApPTHBIE PACTBOPHI TOTOBST W3
yuCThIX (He MeHee 99% OCHOBHOIO BEIECTBA) XWMUYECKHX BeEIIEeCTB. MOXXHO
UCIT0JIb30BaTh TOTOBBIE CTaHAAPTHBIE 00pa3libl COCTaBa B BUJIE PACTBOPOB B METAHOJIE
WJIU TIPUTOTOBJICHHBIE HA OMOJIOTUYECKON MaTpule (Moye).

IIpurorosienne pacTBopa BHYTPEHHEro cTaHJapTa AudeHNIaMUHA.
IIpuroroBienune pacrBopa «A». B MepHyto mpobupky BmecTuMoOcThi0 10 M1 BHOCST
10 mr mudenmmamuna (JIDA), nob6asmstor 10 Mo meranoma 1o MeTku. KoHreHTpamms
JIDA B pactBope «A» coctaBuseT 1 mMr/mi.

IIpurorosienne pacrBopa «b». B MepHblli mWwivHap BMecTUMOCThIO 100 wmu
aBTOMATUYECKUM J03aTOPOM BHOCST 2 MJI pacTBopa A U 100aBJISIOT METAHOJ IO METKH
100 mn. Konnentpanus JJ®PA B pactBope «by» coctamsier 20 MKr/mi.

IIpuroroBieHne rpagyMpoOBOYHBLIX PACTBOPOB M3 YHCTHIX BemiecTB. J[ns
IPUTOTOBJIEHUSI CTAaHJAPTHBIX PACTBOPOB UCIOJB3YIOT BemiecTBa yuctoToi 99%.

Huxe nan npumMep NpUroToBJIEHUS CTaHIAPTHBIX PACTBOPOB HA MpUMepe Mop¢HrHa.
[IpuroroBiieHne pacTBOpa HMCXOJAHOr0 CTaHAAPTHOro pacrBopa mopguna 1000
MKI/Mi1. B MepHyto mpobupky ¢ mputepToil mpobkoii BMectuMocThio 10 mMa BHOCAT 10
Mr mopduHa (B BHUAE OCHOBaHWSA) M J00ABISIOT METaHOJN JO MeTkd 10 M.
Konnentpamus mopduna (B BUJE OCHOBaHMS) B HMCXOJHOM CTaHAAPTHBIM pPacTBOpE
cocraBnsieT 1000 mkr/mi. M3 MCXOAHOTO CTaHAAPTHOTO pacTBOpa rOTOBAT 0a30BBIE H
KaJIMOPOBOYHBIE PACTBOPBI.

Bba3oBblii cTanaapTHBIA pacTBOp «A» Moppuna (10 mxr/mu) B MeranoJie. K 5 mi
MeTaHojJa J100aBUTh aBTOMAaTHYECKMM J03aTopoM 50 MKJI  HCXOZHOIO pacTBOpa
mopduna (1000 mkr/mi). IlpenBapurensHo OT 5 M1 MeTaHOJa 0TOOPAaTh U OTOPOCUTH
50 MKJ1 MeTaHoa.

Bba3oBblii cranaapTabiii pactBop «b» mopduna (0,1 mxr/mur). K 10 M metanona
no6asuth 100 mxnm pactBopa «A» (10 mxr/mi). [IpeaBapurensuo ot 10 M meTaHosna
otobpath 1 0TOpocuth 100 MKII MeTaHOIIA.

IIpuroroBiieHne KaJauOPOBOYHBIX  PacTBOPOB MoOpGHHA HAa OHOJOTHYECKOMH
matpuue (moue). KamuGpoBounsie pactBopel Mopduna 6, 15, 50, 100, 150 ar/mn
TOTOBAT MOCJIEIOBATENbHBIM pa30aBiieHHEeM U3 0A30BOr0 CTaHIAPTHOTO pacTBopa «by.
KanuOpoBouHblii pacTBop Mop¢duHa KOHUEHTpauuer 6 Hr/mJi. Baectu 9.4 Mi1 Mmoun
B 10-MJ1 CTEKIISIHHYIO MEpHYI Koja0y, no6aButh 600 Mk 0a30BOro CTaHAAPTHOTO
pactBopa Mmopduna «b» (0,1 Mxr/mi).

KaanOpoBounblii pacTBop MoppuHa koHueHtpaunuein 15 Hr/mu. Braectu 8.5 mn
mMoun B 10-M3 cCTeKIssHHYIO MepHyK KonOy, mno6aButh 1500 wMkin Ga3zoBoro
cranaaptHoro pactBopa «b» (0,1 Mkr/mi), noBectu 006bem 10 MeTku (10 MIT) MOYOIA.
KanuOpoBounsblii pacteop MoppuHa koHueHtpaumuein S0 Hr/mu. Brectu 10 mn
Moud B 10-MJ CTEKJISIHHYIO MEpHYIO K0J0y. OToOpaTh M OTOPOCHUTH aBTOMAaTHYECKUM
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no3aropoM 50 Mk Mmour, 100aBUTH S0 MKJ 0a30BOTO CTaHAAPTHOTO pacTBopa «A» (10
MKT/MJT).
KanuOpoBounblii pactBop Moppuna konuenrpanueii 100 ur/ma.  Buectu 10 mn
Moud B 10-MJI CTEKISIHHYIO MEpHYIO K0J10y. OToOpaTh U OTOPOCUTH aBTOMATHUYECKUM
no3aropoMm 100 Mk moum, 706aBuTh 100 MK 6a30BOr0 CTaHJAPTHOIO PacTBOpa «A»
(10 mMKr/mi).
KanubpoBounsblii pactBop moppuna xkoHuentpauueii 150 ur/mia. Buectu 10 mn
Moud B 10-MJI CTEKJITHHYIO MEpHYIO K0J0y. OToOpaTh W OTOPOCHUTH aBTOMAaTHYECKUM
no3atopoM 150 Mk moum, 106aBuTh 150 MK 6a30BOr0 CTaHZAPTHOTO PAcTBOpa «A»
(10 mMKr/mi).
IIpuroroBiieHre cMecH OPraHMYecKHX pacrBopuTesieil. JlJig1 SKCTpakIMU TOTOBST
CMECH PaCTBOPUTENEH:

1. wuzomponunoBsiit ciupt 10%

2. nuxaopmetaH 35%

3. 1,2-muxmopatand 23%

4. renran 32%
B wmepnpiii mwmmaap Ha 100 mu BHocAT 10 M M30MpONUIOBOTO chupra, 35 M
auxjopMmeTrana, 23 mu 1,2-nuxsiopstana U 32 mi rentada. Cmech NepeMenInBaroT U
XPaHAT B TEPMETUYHO 3aKPBITON CTEKISTHHOM €EMKOCTH.
MO3KHO HCTIOJIB30BaTh CMECHh METWIICHXJIOPHU/L : TENTaH : u3onponanon = 7:2:1

IIpurorosienne TBepaoro o0ydepa. Bzgemmuparor 100 r rugpokapOoHaTa Hatpus u 50
r KapOoHaTa HATpUsl, IEPEMEILIMBAIOT U MEPETUPAIOT B CTYIIKE.

IHoaroroBka mpoobI A1 aHaau3a. MeTouka NoArOTOBKY MPOOkI BKIIFOYAET CTaAUU
TUAPOIIN3a, SKCTPAKIIMK U IepUBaTU3AIUU.

Kucaorublii rugpoaus. B nmpoOupKy ¢ 3aBUHYMBAIONICHCS KPBIIIKON BMECTUMOCTHIO 9
MJI BHOCST 3 MIJI aHajmu3upyemon wmouu, m00aBistor 300 MK KOHIEHTPUPOBAHHOM
HCl, u BsugepxuBaor 1 wac mpu 90°C. I'mapommsaT OXMaXIAIOT 1O KOMHATHOM
temriepatypbl. K ruaponuzary mob6asmsitor 300 mxn amvuaka 10% - HOTO BOAHOTO U
AKCTPArupyIoT, KaK OMKUCAHO HUXKE.

Bolgenenue BemecTB U3 MOYM KUAKOCTBH/’KUAKOCTHOM IKCTpakuueil. B duncryro,
Cyxyto npoOupky oobemoM 10 mu1 BHecTu 3 T xJjopuja HaTpus, TBepIblii Oydep Ha
koHuuke mmnatens 40-50 Mr 1 3 M1 SKCTPAKIIMOHHOW CMECH.

e B npobupky BHOCAT 3 MJI MOYM WJIA THAPOJIM3ATA MOYH.

e JloGaBmsaror 30 MK BHYTpeHHEro cranmapra audenmniamuna (pactBop «by»

KOHIIeHTparueit 20 MKr/MiI), KOHIIeHTpanus BHyTpeHHero cranaapra (BC) B mpobe

cocrasiusieT 200 Hr/mi1.

e DOkcrparupyroT 10 MuH Ha OpOUTATHFHOM IIEHKEpE.

o IllenTpudyrupyrot npu 3000 06/MHUH 5 MUH.

e OTaensoT OpraHUYECKUl CJIOH, TMEPEHOCIT ero B MpPoOUpPKYy oO0beMoM 4 M
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iy B MeTayunueckuit konmadok TOX-LAB mis ymapuBanusi ¥ ymapuBaroT B TOKE
ropsiaero Bo3ayxa (IKCTPaKT HE TMEpecyIInBaTh, MPEKpallaTh yMapuBaHUE Cpasy
nociie Mc4ye3HoBeHMsl kunkor (aszer). K ymapeHHOMy sKkcTpakTy moOaBisroT 70
MKJT TPUPTOPYKCYCHOTO aHTUIPU]IA, YKYTIOPUBAIOT KPBIIIKOH ¢ Te(hIOHMPOBAHHON
MEMOpaHOW, BCTPSAXHBAIOT PEAKIMOHHYIO CMeCh Ha BHOpoMHKcepe 2-3 cek,
BBIJICPIKUBAIOT 30 MuH mnpHu 55°C, mocme wero YIAIAKT  OCTAaTOK
JICpUBATU3YIOLIETO areHTa ymapuBaHHEM B TOKe Topsiuero Bozayxa. K cyxomy
ocTtatky nmobOamistor 70 MK dTHiAneTaTta, BCTPSAXUBAIOT Ha BHOpomukcepe 2-3
ceK, | MKJI mpoOBI BBOIAT B XpoMaTorpad.

IHoaroroska nNpod KpoBM, ’KeJTYU, OPraHOB U TKaHel
MeTOoJaMM TBepaAo(PaA3ZHON M KUIKOCTH/KUIKOCTHOM IKCTPAKIIUN

o U3menbuuth 10-50 r neyeHu (movxu).

e [lomMecTuTh B CTEKJISTHHYIO MPOOUPKY C 3aBUHYMBAIOIICHUCS KPBIIIKOW 00HEMOM
9 M1 2 T U3MENTbYECHHON TKAHU TICYCHH, TIOYKH WU 2 MJT KPOBH, JKCITUH.

e JloGaButh 6 M 6% TpuxIIOpykcycHo kuciaoTsl (pH 1.0).

e DOkcrparupoBaTh 10-15 MuH Ha ynapTpa3BykoBoi  OaHe W 5 MHH Ha
OpOUTANTBHOM IIIEHKepe.

e IllenTpudyruposars npu 3000 06/mMuH B TeueHue 15-20 MuH.

e HanocanouyHyro )KHJIKOCTh MEPEHECTH B HEHTPUDYKHYIO POOUPKY.

o Jlo6aButr mopuusmu 0.6 ma 22% pactBopa kapObonara HaTpus (1o pH 6.0),
n3beras nmeHoobpazoBanus. I1pu He0OX0AUMOCTH KOPpPEKTHpOBaTh pH ¢ moMoIIIbIO
50% pacTtBopa GpochopHOM KUCITOTHI.

e JloGaButh 30 MK BHYTPEHHETO CTaHIapTa AudeHmwiaMuHa KoHeHnTpamueit 20
MKT/MJI.

AKuakocTh/AKUAKOCTHAS IKCTPAKIUSA

e B npobupky o6bemoM 10 M BHecTH 3 T XJIOpuJa HaTpusi, TBEpblid Oydep Ha
KOHYHMKE HInaTess U 3 M1 SKCTPAKIIMOHHOM CMECH.

e B npobupky BHecTH 3 MIJI IpOOBI MOYH WJIM HAZ0CATOYHON KUIKOCTH (KPOBB,
KET4b, TKAHH).

e DKCTparupoBaTh 5 MUH Ha OPOUTATILHOM IIIEHKEPE

o IlenTpudyruposats nmpu 3500 06/MuH 5 MUH.

e OtnenuTh OPraHUYECKU CIIOM, TMEpPEeHecTH ero B mpooupky oobemom 10 M u
yHoapuTh B BaKyyMHOM KOHIIEHTPATOPE WJIM MEPEHECTH AKCTPAKT aJTFOMUHUEBBIN
KOJITIAYOK M YIIAPHTH B TOKE BO3AyXa IPHU TeMieparype He Bbiure 60°C.

e VmapeHHBI OJKCTpakT jAepuBatuzupoBatb ¢ TFAA wm BSTFA wu
aHaJIM3UPOBATbD.



Teepaodaznas 3kcTpakums

e Ucnonb3yroT KapTpuJDKA i1 TBepaoda3sHOM  AKCTpaKIUu: Agilent
Technologies AccuBONDII EVIDEX, 3 mn/200 mr, wm Agilent Technologies
SampliQ EVIDEX, 3 m1/200 mr

IIpuroroBiieHne peakTUBOB

e 0.1M K;HPO, (pH 6.0) — 1.74 T docdara xamus IBy3aMEIICHHOTO 0€3BOIHOTO
pactBoputh B 100 Mi nenoHn3zoBaHHOW BOAbl. ¥YcTaHOBUTH PH 6.0 ¢ momoibio
dbochopHOIT KUCIIOTHI.

e (0.1M mnarpus anerat (pH 4.5). 0.82 r pactBoputs B 100 M A€MOHU30BAaHHOM
BOJIbI. Y cTaHOBUTH pH 4.5 ¢ MOMOIIIBIO JIEASTHON YKCYCHOM KUCIIOTHI.

KonaunuoHnpoBanue KapTpUaKa:

o Kaprpumx nns TBepnodaszHod skctpakiuuu Evidex — ycTaHaBiIMBaOT B
BaKyyMHbI IITaTUB C MEMOpaHHBIM HacocoM, obOecrneuuBaroluM Bakyym 20
MM.pT.cT. CKOpPOCTh MOTOKA KUAKOCTH Yepe3 KapTPHUIK HE BbIIIE 2.5 MII/MUH.

e UYepe3 KapTpuU DK MPOMYCTUTh 1.5 MJI MeTaHONAa NPHU MOJHOM BaKyyme IS
yIJIEHUs BO3/1yXa.

e 3 MJ MeTaHoOJa

3arpy3ka npoobi:

e K 3 mu npoObl MOUM WJIM HAJ0CAJOUYHOU KUAKOCTU (KPOBb, KEIUb, TKAHU CM.
Hwke) pobasuth 3 M 0.1M K,;HPO, (pH 6.0) u npomycTuth 4epe3 KapTpHIK
Evidex.

IIpoMbIBKa KapTpH/IKa:

3.0 M 0.1M anierata Hatpus (pH 4.5).

1.5 M meTaHona.

Kaprpumx cymuts 10-15 MuH npu noJiHOM BakyyMe.

[TomecTuTh IO KAPTPUIK BHAITY JIJIs1 KCTpakTa o0bemom 10 mit.

IIponyctuth yepes KapTpuK 2 MJI CMECHU  pacTBOPUTEIIEU
nuxjopmertan/uzonponanoin/NH4,OH (78/20/2) 6e3 ucnosib30BaHus BakyyMa.

o Cymutph KapTpumx 36-60 cex moa BaKyyMOM, HE JOMyCKas pa3OpbI3rHBaHUs
NIroaTa.

e DJr0aT ymapuTh B BaKyyMHOM KOHIIEHTPAaTOpE WM B TOKE BO3J1yXa IpHU
Temmepatype He Bbiure 60°C.

e VYmapeHHbli OJKcTpakT gaepuBatuzupoBath ¢ TFAA wm BSTFA u
aHaJIM3UPOBATbD.



MeTtoauka onpenesienus 11- Hop —aeapra- 9-kapo6okcu TT'K B Moue

PeaxTuBbl. [{15 menounoro ruaponusa ucnoias3ytoT NaOH wim KOH.

1. 5N pactBopa exkoro Hatpus — 200r/11.

[Tpurorosnenune SM. K 2r NaOH no6aBnstor quct. Boay 10 oobema 10 mir.
[Tpurorosnenne SM KOH. K 2.8r KOH no6asnsaoT quct. Bogy A0 oosema 10 mit.

IIpuroroBjeHne CTAaHAAPTHBIX PacTBOpPoB (cMeceid). VcXomHbI CTaHIAPTHBIHN
pactBop 100 mkr/mi 11- HOp —menbra- 9-kapookcuTI'K B MeTaHom€.

Bba3oBblii crangapTHblil pacTtBop kapOokcu-TI'K (10 mxr/mur) B MeTaHoJ1e.

K 900 wmxn meranona no6aButh 100 mxn wucxomHoro pactBopa kapookcu-TI'K (100
MKT/MJI).

Nmn k 450 wmxn meranona no6aButh 50 MKI HCX0IHOTO pactBopa Kapbokcu-TI'K
(100 Mxr/mun).

ba3osblii crangapTHblil pacTtBop kKapookeu-TI'K (0,1 mxr/mur)
K 10 mu meranona no6asuts 100 Mk pactBopa 10 Mxr/mut.

W x 1.5 Mo 15 mxa p-pa 10 Mxr/mi.

KaanopoBounbie pactBopbl kapOokcu-TI'K

a. 6 ur/ma Kapo6oxkceu-TI'K-kanuopartop.

1) Buaectu 9.4 mut Mouu B 10-MJT CTEKIISHHYIO MEPHYIO KOJIOY.
2) Ho6asuts 600 Mk pactBopa kapbokcu-TI'K (0,1 mxr/mim).

b. 15 ur/ma Kapookcu-TT'K-kaauopartop.

1) Buectu 8.5 M1 Mour B10-MJ1 CTEKIITHHYIO MEPHYIO KOJIOY.
2) HoGasuts 1500 Mk pactBopa kapookcu-TI'K (0,1 mxr/mi).
3) Hoenute 06beM g0 MeTku (10 mir) MOUoOii.

C. 50 nur/ma Kap6okcu-TI'K-kanubépartop.

1) Baectu 10 mut Mmoun B 10-MII CTEKISIHHYIO MEPHYIO K0JIOy. OToOpaTh 1 OTOPOCUTH
aBTOMATUYECKUM /103aTOpOM 50 MKJI MOUHU U3 TPOOUPKH
2) Hob6asuts 50 mxia pactBopa kapOokcu-TI'K (10 mkr/mi).
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d. 100 ur/ma Kapookceun-TI'K-kaimuépaTop.

1) Buectu 10 mut Mouu B 10-MJI CTEKIISIHHYIO MEPHYIO K0JI0y. OTOOpaTh U OTOPOCUTH
aBTOMATHYECKUM Jj03aTopoM 100 MKIT MOUYH U3 IPOOHPKH
2) lo6aButs 100 Mk pactBopa kapOokcu-TI'K (10 mxr/mi) B 10-mM11 MepHYIO KOJIOY.

e. 150 ur/ma Kapookcun-TI'K-kanudparop.

1) Baectu 10 mut Mmoun B 10-MII CTEKIISTHHYIO MEPHYIO KOJIOy. OTOOpaTh U OTOPOCUTH
aBTOMAaTHYECKUM J03aTopoM 150 MK MOUYM U3 TPOOUPKHU

2) Ho6aswTe 150 mMxn pactBopa kapbokcu-TI'K (10 Mxr/mur) B 3Ty 10-M11 MEepHYTO
KOJIOY.

IHoaroroBka npoobI

. I'mapoaus: x 3 mu1 moun go6asuth 0.5 M SN pactBopa NaOH, BeiiepuBath npu
50°C B teuenue 20 MUHYT.

Brigesnenue onpenesisieMbIX BelIECTB dKUIKOCTHOM IKCTPAKIHEH.

I'uaponmzat nonkucistor 10 pH 2-3 nobasnennem 250-350 MK KOHII. COJISTHOM
KHUCTIOTBI, OKCTParupyroT 3 MJI CMECH HM300KTaH-dTHianeraT 7:1 Ha opOUTaIbHOM
melikepe 5 muH, ueHTpudyrupyoT (3 mun npu 3000 06/mMuH), OTOMPAIOT BEPXHUI
opranudeckuit cioi, nodasmstor 30 Mk p-pa BC nudenunamuna B aneTOHUTpUIIE
koHll. 20 mkr/mn (mo koHi. BC B mpobGe 200 Hr/mi), ymapuBalOT B BaKyyMHOM
KOHIIEHTPATOpE U IEPUBATU3UPYIOT.

JepuBatuzanus. (BapuanTt 1). AIKMJIMpOBaHUE/alleTUINPOBAHUE
nenragropnponuoHoBblii anruapua (PFPA) + nenradpropnponanon (PFPOH)

K cyxomy ocratky mo6asuth 50 mxia PFPA u 25 mxn PFPOH, BeinepxuBats 30
muH ipu 90°C, yrmapuTh 0OCTaTOK peareHTa, CyXoi 0CTaToK pacTBOPUTH B 100 MK

ATUIIALleTaTa, | MK BBECTU B HHXKEKTOP XpomaTorpada.

JepuBaruzauus. (Bapuant 2). CuauninupoBanue. K cyxoMy octatky q100aBUTh
70 mxa BSTFA, Beigepskars 30 mun npu 70°C, 1Mk B xpomarorpad.
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Ycaosua I'X-MC anaansza

VYcaosus aByx BapuantoB ['X/MC xpomarorpadupoBaHUs U JIE€TEKTUPOBAHMUS
TETparuipoOKaHHAOMHOJIOBOM KUCIOTHI B MOYE MPEACTABJICHBI HUXKE.

1. OnpeneJieHue TeTparniAPOKAHHAOUHOJI0BOI KHCJI0THI B BH/E IPOU3BOJAHOIO C
NeHTAGTOPNPONMOHOBBIM AHTMAPUAOM H EHTA(PTOPIPONAHOJIOM

Metoa 1 SCREEN: 100°C(1 mun) 35°C/Mun300°C (15 mun).

Jmnamazon macc m/z 41 — 650 a.e.m.

Xapakrepuctuueckue nonsl JIPA-PFP m/z 315, 222, 167 Bpems yaepxkuBanus 5.20
MUH.

Xapakrepuctuueckue nousl TI'K-COOH-PFP m/z 607. 622, 458 BpeMst ynep:KuBaHUsI
7.68 MuH.

I'’X-MC Metoa 2 DOAS: 50°C (0,5mun.), 99°C/mun 100°C (I1mun.), 15°C/mMun, 280°C
(30 mun.).

Bpewms ynepxuBanusa [JPA- PFP 9.00 muH.

Bpewms ynepxuBanusa TI'K-CCOOH-PFP 14.49 mun.

2. OnpenesieHne TETPAruAPOKAHHAOMHOJIOBOM KUCJOTHI B BH/I€ MPOU3BOJIHOIO C
BSTFA

I'’X-MC Mertoa 1: 100°C(1 mun) 35°C/Muu300°C (15 mun).
Junanazon macc m/z 41 — 650 a.e.m.

Xapakrepuctudeckue nonsl TTK-COOH-TMS m/z 371, 472, 488 Bpems yaep>KuBaHus
9.41 mun

MeTtoauka onpejae/ieHus KJIo(peanHa B MoYe

BBoa BHyTpenHero crangapra. K 3 mu npo6sr Mmoun mob6asisitor 30 mki p-pa BC
nudennaMruta B atieroHuTpuiie KoHil. 20 mxr/mi (koH1i. BC B mpo6e 200 Hr/mi).
Boinenenue onpeaessieMbIX BelleCTB *KHUAKOCTHOM 3xcTpakmueii. K 5 M mpoOsl ¢
BBegeHHBIM BC nmo6asmsitor 300 mxi 25% Bognoro NH4OH u skcrparupyror 10 mu
CMECH T'eKCaH — U30Mponanoi 9:1, ueHTpudyrupyroT, IepeHoCIT OPraHMueCcKUil CIoi B
BHAJIy BMECTUMOCTBHIO 10 MJT M ymapuBarOT 3KCTPAKT.

IMonyyenne mpoumsBoanbix. K cyxomy skctpakty pobasmsitor 70 mxn (BSTFA),
BbIIIEpKUBAIOT 30 MUH NpH 70°C, 1 MK poObI BBOAAT B XpomaTorpad.

Yeaosus I'X-MC anmammza. I'’X-MC Merog 1 SCREEN: 100°C (1 wun)
35°C/Munr300°C (15 mun).

Jnanaszon macc m/z 41 — 650 a.e.m.

Xapakrepuctudeckue nonsl JJIOA-TMS m/z 201, 255, 270 Bpems ynepxxkuBanus 2 .73
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MuH. Xapakrepuctuueckue nonsl KJIIOOEJIMH-TMS m/z 266, 301
KIIO®EJIMH-2TMS m/z 338, 373 Bpems yaepxkuBanus 6.40 Mun

N3 BSTFA Ha kinodgenus MOKeT HakJIaabiBaeTcss HOH m/z  379.

[Ipumeuanue: nans AepuBaTH3alUUd  KIO(EIMHA MOXHO HCIOJIB30BaTh PEAKTUB N-
Methyl-N-(trimethylsilyltrifluoroacetamide (CAS 24589-78-4). JlepuBar
KIIO®EJIMH-2TMS m/z 338, 373 Bpems ynepxxuanus 6.40 MuH.

[Ipumevanune: Ha KI0GETUH MOXKET HaKIIAIbIBATCA (POHOBBIA MUK C 0A30BBIM HOHOM
m/z 325 (u3 peakTHBa).

IlocaenoBaTe IbHOCTL BHINIOJIHEHUS I/I3MepeHI/II71, KOHTPOJIb JOKHOIIOJOKUTEC/IbHBIX
H JOKHOOTPHNHATEJIbHBIX PE3YyJbTaTOB

[locnenoBarebHOCTh BBINIOJIHEHUS UW3MEpeHUdM mo mnpomeaypam 1, 2, 3 Ha
xpomarorpade ¢ Macc-CENEeKTUBHBIM JIETEKTOPOM TPU  aHAIM3€ DKCTPAKTOB
Oounosioruyeckux mpod (Moum):

1. Kourpoab ¢ona mnpubopa. [lepen HagaioM paboThl aHAIW3 PacTBOPUTEIS
(otunanerata) mo wMeroxy SCREEN nns koutpons d¢ona mpubopa 1o
OIIpE/IEIIIEMbIM BEILIECTBAM.

2. MoyoxkuTeNbHBIH KOHTPOJb. AHanu3 KoHTposibHOU Moum (QC) coneprkariei
W3BECTHBIC BBEJCHHBIE COJEPKaHUS ONpPEAEISIEMbIX BelecTB Ha ypoBHe 100
ar/mi o merony DOAS.

3. OTpuuarejbHbIii KOHTPOJb. AHamu3 KoHTposibHOM Mounm (BLANK) He
coJieprKaliei onpeaensieMbix BemecTs mo Mmeroqy DOAS.

4. Konrposb ¢ona npudopa mexay mnpodamu._Mexay npoOaMu BBIIOJHSIOT
aHanu3 pactBoputens (dtunanerara) mo merony SCREEN nns xonTpons dona
npubopa Mo ONpeeieMbIM BEIIECTBAM.

5. [MocaenoBaTeIbHOCTH NPUMEHEHUsI OMOJIUOTEK MACC-CIIEKTPOB JIJisi 00padOTKU
pe3ynbTatoB gaHa B Tadn 1. Jlns aBTOMaTthyeckod MACHTHU(PUKAIMH B MEPBYIO
ouepenp npumenstor AMDIS Oubnmorexku, mmerone BpeMeHa YAep>KUBaHHUS
onpeensieMbIx coeuHeHui. [Ipu oTpunatenbHOM pe3yibTaTe WACHTHU(DUKAINH
uCToyb3yroT Oosiee moapooHsie AMDIS Oubnmorekn He cozepskainue BpeMeH
ylaep>KuBaHus. B 3ToM ciydae mpu MOJIOKUTETFHOM pe3yabTaTe UACHTU(UKAIIN
HEOOXOJMMO  TOATBEPAWTH  MPABWIBHOCTh  WACHTU(GUKAIIMM  aHAJTU30M
cTaHgapTHoro oopasua. [Ipu ucnonb3zoBanun O6ubamorek B PBM dopmare s
«PYyYHOI» WACHTH(PUKAIUKA TPABUILHOCTh WICHTH(PUKAIIMA TTOATBEPIKIAIOT
aHaJIM30M CTaHJIAPTHOTO O0pasIia.

[Ipy OTCYTCTBMHM CTaHIAPTHBIX OOPA3IOB COCTaBa IS MOJIOKUTEIHHOTO KOHTPOJIS
MOTYT OBITh WCIOJB30BaHBl ~ MPOOBI MOYM TIOJOXKHUTEIBHBIE IO ONPEASTIEMbIM
BEIIECTBAM. YPOBEHb KOHIIGHTpAllMid B 3TUX MpoOdax OLEHUBAIOT OTHOCHUTEIHHO
BHYTPEHHETO CTaHAapTa — nueHmaMmnna.

13



IHoaroroBka 00pa3umoB BOJIOC AJIS1 AHAJIHA3A
DepMEeHTHBIN THAPOJIN3

» (OOpa3zern BOJIOC OTMBIBAIOT OT 3arpsiI3HECHUN B XMMHUYECKOM CTaKaHE C BOJIHBIM
pactBopom [TAB.

» IIpompIBatOT NEMOHU3UPOBAHHON BOJOM JO MOJHOTO YIAJICHHS MOIOIIECTO CPe-
CTBa, 3aTE€M ITPOMBIBAIOT METAHOJIOM.

* BricymmBaT 1 U3MeNbUAIOT (HOXKHUIIAMH).

* BspemmuBarot, Macca HaBecku 20-100 mr.

» JloGaBmstror 1 Mt BogHOTO pacteopa (pH 6.5.) 1/10 B-rmrokypoHHIa3bl, ENCHHA,
TPUIICUHA WJIM KEPATUHA3BI.

* Briaepxkusatrot npu 40° C B TeueHue 12 gacos.

» OO6pabatbiBaloT Ha 1 Yac Ha yJIbTPa3BYKOBOM OaHe.

» llenTpudyrupyrot B Teuenue S MunyT mipu 14000 o6/mMuH.

* Boanyio a3y ornenstor u 00padaThIBalOT METOAOM KUJIKOCTHON WM TBEPJIO-
(da3HOM IKCTPAKIIHH.

IKCTPAKIUA METAHOJIOM

* OOpa3en BOJIOC OTMBIBAIOT OT 3arpsiI3HEHUA B XMMHYECKOM CTaKaHE C BOJHBIM
pactBopom ITAB.

* IIpombIBatOT EMOHU3UPOBAHHON BOJOM 1O MOJHOTO YJAJIE€HHUS MOIOILIEro Cpei-
CTBa, 3aTEM ITPOMBIBAIOT METAHOJIOM.

* BricymmBaioT 1 U3MeNnbuaroT (HOKHHUIIAMHU ).

* BssemmBarot, macca HaBecku 20-100 mr.

» [lomemnmaroT B MIaCTUKOBBIN (hIIaKOH.

» JloOaBusroT 3 M1 MeTaHOIA.

* BplaepxuBaroT Ha yIbTpa3ByKoOBOM OaHe 3 yaca.

» lentpudyrupytor mpu 6,5 -15 Teic 06/MHH.

e MeTaHoJa OTEAIOT U yapuBaroT B atoMuHUEBOM Kkomauke TOX-LAB.

* K cyxomy ocratky no6asiustor 100 Mk meranona, 3 mi 0,1 M docdarnoro 0y-
depa, pH 6.0 1 moaBepraroT OYMUCTKE METOIOM TBEP10(a3HON IKCTPAKIIUH.

AKuakocTHasi IKCTPaAKIUA

e B npobupky odobemom 10 ma BHOcAT 3 r Xyopuaa HaTpus, TBepAblid Oydep Ha
koHuyuke mnatens 40-50 Mr 1 3 M1 3KCTPAaKIIMOHHOW CMECH.

e B npoOupKy ¢ 3KCTpaKIIMOHHON CMECBHIO BHOCAT 1 MJI TUAPOIM3aTa BOJIOC.

o JloGasmsror 30 MKJII BHYTpEHHEro cranjaapra audenunnamuHa (pactBop «b»
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KoHIeHTparein 20 Mxr/mi), koutenTpanus BC B mpo6e 200 Hr/mut.

e DkcTparupyioT 10 MUH Ha OpOUTAIBHOM HIEHKepe

o Ilenrpudyrupytor nmpu 3000 o6/mMuH 5 MUH.

e OTaenstoT OpraHuYeCKUid CIOM, MEePEHOCAT €ro B MpoOUpPKY 00beMOM 4 M
iy B amoMuHueBbl konmadyok TOX-LAB nns ynapuBaHus U ynmapuBarOT B TOKE
ropsiuero Bosayxa. (K cyxomy ocratky poGasmstor 70 MK 3TUIaleTara,
BCTPSIXUBAIOT Ha BUOpomuKcepe 2-3 cek, 1 MK mpoObl BBOJAT B XpoMaTtorpad.

Teepaodaznas IKcTpakuus

* KonaunuonupoBanue kapTpuaka (KOJOHKH) (MOTOK 3-5 MJI/MUH).
— 3 M METaHoIA.
— 3 m1a0,1 M docharnoro 6ydepa, pH 6.0.
* HaHnecenne o0pasia Ha KOJIOHKY.
— IIpomnyckanu npoOy yepe3 KOJOHKY.
* IIpombIBKa BOJOM.
— IIpomyckanu yepe3 KOJIOHKY 3 MJI JEMOHU30BAHHOM BOJIBI (IOTOK 3-5
MJI/MHH).
* llogkucnenue.
— IIpomnyckanu 2 mit 1M yKCyCHOM KUCIIOTBI Ye€pe3 KOJIOHKY (IOTOK 3-5
MJI/MHH).
— BpicymuBanu KOJIOHKY B TE€UEHUE 2 MUHYT.
* IIpombIBKa reKCaHOM.
— IIpomnyckanu yepe3 KOJIOHKY 3 MJI TeKkcaHa (MOTOK 3-5 MII/MUH).
« COop kucnoi/HeUTpanbHOU Ppakuu.
— IIpomnyckanu yepe3 koynoHKY 1,7 M cmecu rekcan:atuianerar (1:1) (morok
1-2 mu/mMuRH).
— CoOupanu KUCITYH/HEUTpaIbHYIO (hpaKIIHIO.
— Yjaalsiyii OCTaTKy 3JII0€HTa TOKOM a30Ta.
* IIpombIBKa KOJIOHKH METAHOJIOM.
— IlpomycTuTs Yepe3 KOJIOHKH 3 MJI MeTaHOJa (MOTOK 3-5 MJI/MUH).
— BpICYIIUTH KOJIOHKY B T€YEHUE 2 MUHYT.
» (COop oCHOBHOH (ppaKITuy.
— TIpomycTuTh Yepe3 KOJIOHKH 1,7 MIT CMECH AUXJIOPMETAaH : MPOMAHON-2
KOHIIEHTPUPOBAHHBIN pacTBop ammuaka (78:20:2) (motok 1-2 mur/muH).
— Cobpatb OCHOBHYIO (hpaKIIHIO.
» KoHuentpupoBanue Qppakiuii.
*  Ymaputh coliep>KMMO€ BHaI ¢ COOPaHHBIMU (PAKIUSIMH.
» IlepepactBoputh ocTaTok B 100 MKJ 3THIaLIeTaTa U AHAIU3UPOBATD.
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Bo3MoskHbIE 0C/I05KHEHHUS W CTIOCO0BI UX YCTPAHEHUSA

CnocoObl OLIEHKM COCTOSIHUSI TPUOOpa, OCHOBHBIE (PAKTOpbI, BIUSIONIME Ha
00pa30BaHUE JIOKHOTMOJIOKUTEIBHBIX U JOKHOOTPUIIATEIBHBIX PE3YIbTATOB U MPUEMBbI
yCTpaHeHHs HanboJjiee paclpoCTpaHEHHBIX MPoOJieM JaHbl B Tadaue 1, .

(baKTOpHI, BIUSIONINE HA 00pa30BaHKE JIOKHOIIOJIOKUTEIBHBIX U JIO)KHOOTPHIIATEIIHHBIX

pEe3yJabTaTOB MPUBEEHBI B Ta01.2.

Tabmuma 1. OreHKa COCTOSIHUAS XPOMAaTO-MacC-CIIEKTPOMETPA W BBISIBJICHUE Hambosee

pacpOCTPAHEHHBIX HEUCIT

aBHOCTEHN 1 MPOOJIEM.

IIpoBepka mapameTpos Merton Tunu4ynsie npodaemMbl IpH Cnoco6 ycTrpaneHus
KOHTPOJIs OTPHIATEJbHOM pe3yJibTaTe
NPOBEPKHU
IIpoBepka napameTpoB mMacc- CrangaprHasi 3arpsizHeHue UCTOYHHMKA Ynerka MCTOYHMKA
CIEeKTPOMETPHYECKOro AeTeKTopa | MpoueAypa HACTPOIKH| HOHOB, HEHCIPABHOCTh HOHOB
JeTeKTopa JAeTeKTopa

(atune MSD)

IIpoBepka mapameTpoB Macc-
CIIEKTPOMETPHYECKOii CUCTEMBI
(xpomarorpada u gerekropa)

CMeCH

AHaJIM3 CTAHJAPTHOM

[oteps 3¢ dexTUBHOCTH
Xpomarorpaguyeckoit
KOJIOHKH, HeHCIIPABHOCTh
xpomartorpada

Hoape3ka
HAYAJBLHOT0 YYACTKA
KOJIOHKH WJIH
3aMeHa KOJIOHKH

Tabmuma 2.

JIOJKHOOTPHUHIATCIIbHBIX PE3YJILTATOB.

cI)ElKTO];)I:uI, BIIMAIOIIUC Ha o6pa303aHHe JJOXKHOIIOJIOKHUTCJIIBHBIX H

DakTOpbI

[IpoGaema

I[Ipuyuna

MeTox KOHTPOJIA

Crnoco0 ycrpanenus

Ulo:kHooTpuuaresbHble (CHukeHue Bbixoaa (pH npoObl BHe IAHaIN3 3aMeHNTh peaKTHBbI,
pe3yJbTaThl. HBKCTPAKIMM MOCJIe [TMANA30HA. M0JI0KUTeNBHBIX nocyay, MOBTOPUTH
ITorpemHocTu KHCJIOTHOIO KOHTPOJILHBIX TPOD HKCTPAKIHIO
PKCTPAKIUU ruapoJu3a mounm (QC,).
THTEeHCHUBHOCTH MUKA
BC ne menee 70000 en.
IlorpemHocTu [loTepu Caumkom To :xe CHU3UTB UINTENbHOCTH
ynapuBaHUs aMpeTaMHUHOB U BBICOKaSsI yHapuBaHMA.
BelllecTB, OJIM3KUX [TeMIlepaTypa u TemnepaTypa
MM 110 JIeTy4eCTH IJINTEJBHOCTh ynapuBaHMsI He BbIIIe
yIapuBaHHsA 75° C, mpexpamars
(mepecylmuBaHue ynapuBaHue cpasy
DKCTPAKTA) MmocJje HCYe3HOBEHHS
SKMAKOM dpakumuu
Ilorpemuocru Henosnas Hanuune Baarun B [To xe, moaHoOTY BbICyIINTH JKCTPAKT,
nepHuBaTH3AIUH mepuBaTU3AINS DKCTPaKTe mepuBaTH3ALNT 3aMeHHTH
OLICHMBAIOT 1O epuBATH3NPYIOLIU
BHYTPEHHEMY CTaHIaPTY [AT€HT
(He MeHee 75%)
Ulo:KHOMOJI0KUTe/IbHBbIEe (XHMHYecKast 3arpssHeHus AHaJIM3 oTpuUaTeabHbIX ([IpoMbITH NN
pe3yJbTaThl NaMATH HINPULA ocTaTKAMH KOHTPOJIbHBIX P00 3aMeHUTh HINPHIL
Hannuue NMpeabIAYLHUX P00 MOYH

onpeaeaseMbIX BEHIECTB

BLANK).
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B mpo6e BLANK ITHTEeHCHBHOCTH KA
BC ne menee 70000 en.
Hannune XumMuyeckas 3arpsi3HeHus To xe 3aMeHUTh JaiiHep 1
onpe/e/sieMbIX BellleCTBIAMATH y3/1a BBOAA (0CTaTKaMH MOJTUMEPHYI0
B mpode BLANK npudopa npeAbIAYIIHX TPOD MeMOpaHy B y3Jie BBOAA
(cenTy)

Hannune 3arpsi3HeHus HexauecrBennas [To :xe BBIMBITH IOCYy BOAOM
onpeae/sieMbIX BelIeCTBXMMHUYECKOMH MOCYy/Ibl [MOiiKa OCY/AbI c IIAB, kpbiikn
B mpode BLANK NPOMBITH 3TAHOJIOM
Haauuue 3arpsi3HeHus Ilonaganmue ciaenos [To ke 3aMeHUTH peaKkTUBBI U
onpese/isieMbIX BellleCTB|PeaKTHBOB 1 onpeesieMbIX PacTBOPUTEJH
B mpode BLANK pacTBopuTeeii BelecTB B

peaKTHBbI

¢ PeKTUBHOCTDH UCIOJIb30BAHUS METOAUKHU

CornacHO  CIIOKHMBIIEWCS  MHUPOBOM  NPAKTUKE  METOABI  XpOMATO-Macc-
CIEKTPOMETPUHU SIBIISIIOTCSI HanboJiee CENEKTUBHBIMU M CHEUU(DUUYHBIMU MPU MOATBEP-
KIAIOLEM MCCIIEIOBAHUA OHOJIOTHYECKHX OOBEKTOB HAa HaJlM4YUME HAPKOTUYECKHX,
CHWJIBHOJICHCTBYIOIMX W IICUXOAKTHBHBIX BeuiecTB. OJHAKO, CYHMIECTBYIOT METOINYE-
CKue MpoOJeMbl MEUIAIONINE HaJAeKHOMY ONPEIEICHUIO U MPUBOJIALINE K IOSBICHUIO
JOKHOOTPULIATENbHBIX pe3yabTaToB. OnucaHue MmpodsiieM M MyTH UX PEIICHUS J1aHbl
HUDKE.

[Ipo6nema 1. Tlpu ucnonp3oBanuu mnporpamMmmbl AMDIS OCHOBHBIMH HCTOYHHKAMU
OIMOOK UACHTU(DUKAIMK SIBISIOTCA Toxas Gopma xpomaTorpaduueckoro nmuka u Ha-
JIMYUE BBICOKMX KOHIIEHTpaluii (DOHOBBIX BEILECTB, KOATIOUPYIOIIUXCS C IIEJIEBBIMU
KOMIMOHEHTaMu. JIJ1s1 yCcTpaHeHUsI STUX MEHIAOIINX BIUSHUN aHalIi3 BBITIOJIHSUIA 10 4-M
xpomaTtorpaduueckuM MeTojaMm. [l ATOro HaTUBHBIE U JEPUBATHU3UPOBAHHBIC DKC-
TpakThl B Bujae TMC nnu TOA npou3BOIHBIX aHAIM3UPOBAIM MO ABYM XpOoMaTorpa-
¢uueckum nporpammam SCREEN u DOAS B pexxumax ¢ genenreM u 0e3 JelIeHus Mo-
Toka (Bcero 4 mpoueaypsl). [ 1aBHOM 3am1aueii aHaIM3a M0 HECKOJIBKUM MPOIeIypaM —
AIIOUPOBATh OMNPEIEIAEMOE COCIMHEHUE B TOM MECTE XpOMAaTOrpaMMBbl, KOTOPOE CBO-
001HO OT (hOHOBBIX COIKCTPAKTHBHBIX KOMIIOHEHTOB. [IOCKOJIBKY COCTaB MEMIAOIIUX
MaTPUYHBIX BEIIECTB B aHATM3UPYEMBIX 00pa3iax MOXKET OBITh pa3iudeH, MapamMeTphbl
MEHSIOT TIOCJIEIOBATENBHO. JIJIs1 3TOTO0 TOTOBWIIM QJIMKBOTHI MPOOBI C THAPOIN30M, O€3
rugposn3a. M3 HUX roToBsAT HaTUBHBIE U AepuBaTH30BaHHbIE TMA 1 TMC 3KCTpaKThI,
KOTOPBIE 3aT€M aHAIM3UPYIOT 0 4 —M XpomaTtorpadguieckuM meroaam. [lomHyro cxemy
( Puc.1) ucnones3yloT mpu aHajaM3e HAa HEM3BECTHOE BEIICCTBO WIIM MPU KOHTPOJIHLHOM
aHause.
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MocnepoBaTenibHO N3MEHAEMbIE ycnosus I'IpO6OI'IO,EU'OTOBKM

X/MC-AMDIS aHanusa buonornyecknux oobLeKkToB
(06bl'~4H0 NCNonb3yrT ANA aHanm3a Ha HeM3BeCTHOe BeLWeCTBO uUnu npu nposegeHnmn
NpogTECTUPOBAHNS - BHELLHErO KOHTpOnsi nabopaTtopum)

4

OKCTpakums
(LLenoYHble, HenTpanbHbIe U KUCNble U3BNEeYeHUs )

{ { ¢

TFA T™MS HatuBHble
NPOn3BOAHbIE NPON3BOAHbIE 9KCTpaKThbI

Y J Y

Bbictpas nporpamma SCREEN SPLIT n SPLITLESS

$

lMnasHasa nporpamma DOAS SPLIT u SPLITLESS

4

B3XX/MC/MC aHanus

Pucynok 1. [Ipumenenne merogos I'X/MC ananuza ¢ nociaegoBaTesibHO
U3MEHSEMBIMU YCIOBUSIMHU.
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M3mensemble ['X ycinoBusd 11 IpOrpamMMbl aBTOMaTHIECKOU Macce-
eKTPOMeTpHYecKoi JekonBomonyy 1 uaeHtndukamun (AMDIS)

AMDIS
HIeHTHPHKATAS
HEBO3MO:KHA

I'X-MC onpegeneHue knodenuHa B Move

«NJ1aBHadA nporpammMma»
MH 100°C (1MuH), 15°C/MuH, 280°C (30 MUH)

""""""""" s KriocpenuH 2TMS
Io 70): clofl359a.D\data.ms
I 70): clofl359a.D\data.ms Sean 192 (5495 minl co13595.0 143 o
450000 o 70): clofl359a.D\data.ms Scan 282 (6.496 min): clof13595.0Vdata.ms (291) ()
lo 70): glofi359a.D\data.ms . 338
400000 36000
350000 /\ 400
I
300000 000
250000 000
200000 | 1800
150000 CLONIDINE 27H'$
280000
100000
240001
CLON|DINE 2TMS i
50000
/N 220000
12.462 12771 /12850 12,918 12.999
4 T

0
0
0
0
0
T T T T T T T T T T T T T
12.5012.5512.6012.6512.7012.7512.8012.8512.9012.9513.0013.0513.10 200000
0
0
0
0
0

Tim
1800
1600
«bblcTpasa nporpamma» o
12000
100°C (1mwuH), 35°C/muH, 300°C (15 MUH) ‘
Abundance L
8000
lon 338.00 (337.70 to 338.70) lofl1359s.D\data.ms
3500000 lon 373.00 (372.70 t~ 73.70) lofl359s.D\data.ms
lon 325.00 (324.70 $4585.70): clof1359s.D\d ms 6000
3000000 0
SUBST m/ 325
2500000 FAST GC PROGRAM " 1
" ) D200 252130
2000000 /“ 50100 150 200 250 300 350 400 450 500 550
\
A 58 ng/ml, PURITY 34, NET 93
| ng/ml, ,
1000000
BEEY
500000 A
EUJEJ 6.322 =N 6.725 6.805
SéO 6.%5 6.1‘30 61‘%5 64‘10 6./‘35 6%0 6%5 S.éO SéS 6%0 6.%5
Tim

Pucynok 2. Xpomatorpammsel (SCAN) npoObl MOYM coaepsKalel KIopeaH.

[Ipu Mcronb30BaHUU «IIJIABHOW» XpomaTorpaduyecKod MporpaMMbl HAOIIOAAIN
HasjoxxeHue Ha kiodenud 2TMS coskcTpakTUBHOTO KOMITOHEHTa, Meratoiero AMDIS
uneHTuukanuu. [IpuMeHeHne «OBICTPOI» MPOrpaMMBbl MO3BOJIAIIO Pa3/ICTUTh MUKH
Meniaroiero komnonenta u kinodenuna 2TMS. Tlpumenenne 4-x npoleayp Mo3BOJIUIO0
MOJIYYUTh HAJEKHBIE pPE3yJbTaThl WACHTU(PUKALMM B HAMOOJEE CIOXKHBIX CIydasx
XxpoMaTtorpaduyecKkux HaJIOXKEHUH, HapUMep, IpHU ONpe/ieJIeHuU KiIo(enrHa B MOYe B
Buae TMC.( Puc.2).
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KouTtposb kauecTBa BbINOJIHEHHUS U3MepeHuit

Bocrpon3BoaumMocTh GUKCHPOBAHHBIX BPEMEH yIepKUBAaHUS Ha KOJIOHKax HP-
SMS nana B Ta011. 3, METpOJIOTHYECKHE XapaKTEPUCTUKNA METO/Ia JJaHbI B Ta0. 4.

Tabnuna 3. Bocipon3BouMOCTh (UKCHPOBAHHBIX BPEMEH YACPKUBAHMS HA KOJIOHKAX

HP-5MS.
BemecTBo J1ab.1* J1a6.2 U1a6.3 Ula6.4 Ula6.5 [cpennee  |Cranm.
OTKJI.

Hukotuu 6.76 6.75 6.77 6.87 6.79 0,06
Kotunuu 10.08 10.06 10.06 10.00 ]10.05 0,03
Kodeunn 11.10 11.13 11.11 11.06 ]11.10 0,03
Jlumenpon 11.38 11.37 11.37 11.37 |11.37 0,01
Kap6amazenvn 14.65 14.72 14.69 0,05
Metamderamua TDA [7.33 7.40 7.31 7.33 7.34 0,04
Tpamamon 12.07 12.08 12.08 0,01
Mop¢un 2TDA 14.10 14.18 14.13 14.15 14.09 |14.13 0,04
byropdanon 2TDA [16.76 16.81 16.79 0,04
Konenn TOA 14.49 14.53 14. 14.50 0,03
[TammaBepuH 19.71 19.58 19.70 48 19.66 0,07

Tabmuma 4. Metrposoruueckiue mapamMeTpbl METOAWKU OIMpENeNieHUs BEIIECTB 10
npouexypam 1, 2, 3

Huxuuii npenen oGHapyKeHUs BELIECTB B PEKUME MHOT'O-
KOMIIOHEHTHOTO aHalu3a mojHoro ckanuposanus ¢ AMDIS
uaeHTUUKauen

70 vr/min (MopduH, amberamuH,
Jhasenam)

Hwxuuit npenen oOHapyKeHUs BEIIECTB B PEKUME MOHUTO-
puHTa BEIOpaHHBIX HOHOB SIM mpu KomYecTBEHHOM OTTpe-
JIEJIEHUN

10 ur/mn (Mop¢uH, TeTparuapoKaH-
HaOMHOJIOBASI KUCJIOTA)

BocmponsBoauMocTs pUKCHPOBaHHBIX BpeMeH ynepxkuBanust | +/- 0.05 mun

P UX TIEpeHOCce ¢ Mprudopa Ha TPUOOP
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Ipuaoxenue 1.

Ilepeyenb OMOIHOTEK MaCC-CNIEKTPOB, UCIIOJIb3YeMbIX 1JI51 MAEeHTU(DUKAIUT

BE€IIECTB, OTHOCAIIIMNXCH K HAPKOTHY€CKHM CpEACTBaM, IICUXO0TPOIIHBIM U

CHJIbHO/IE CTBYIOIIIUM BellleCTBAM

[TocnenoBarenbHOCTH
Jlst xakou ucnons3oBanus AMDIS
Ha3zBanue 6ubmmorexu dopmar MIPOLIEYPBI O6ubnMMoTeK Mpu
UCIIOJIb30BaTh ABTOMATUYECKOU
UJeHTU(DUKAIIIN
SAV_27R AMDIS ¢opmart, 350 1,2 1
BEIIIECTB C BpEMEHAMHU
yIepP>KUBAHHUS
SAV _stim02 1,2 2
SAV_TMS 3 1
PMW_TOXa3, 2011. |AMDIS ¢opmar, 6360 1,2,3 2
CIIEKTPOB
NIST 08, 11,12 PBM dopwmar, 175 000 1,2,3 Tonbpko AMs «PyYHOI
CIIEKTPOB WACHTU(DUKAIH
PMW_TOX3, 2007, |PBM dopmar, 6360 criekTpoB 1,2,3 Tonbko Ans «py4HOW» UJICH-
2011. TUQuKanun
\Wiley 7n, W10 PBM ¢opmar, 392086 1,2,3 TonbKO A1 «PYUHOM» HJICH-
CIIEKTPOB TuuKanmn
Ipuioxenne 2.
Oo0opynoBanue
00111e;,1200pATOPHOT0 HA3HAYECHUSA U PEAKTHBbI
Ne i/ | Tun oGopynoBanus
1. ABTtomarnueckue nunetku BMecTUMocThio 200-1000 MK ¥ HAKOHEYHHUKU K HUM.
2. ABTOoMaTrnueckue nuneTku BMecTuMocThbio 10-100 Mk, I HAKOHEUHUKU K HUM.
3 Muxkpommnpuisl Xxpomarorpapudeckue Ha 10 mxn Hamilton, Agilent Technologies mist
ABTOMHKEKTOPA.
4 Buanbel crekissHHBIE C 3aBHHUMBAIOMIEHCS MPOOKON W Te(IoHUpOBaHHOW MeMOpaHOU
' BMECTHMOCTBI0 2 MJI (111 paboThl ¢ aBTorHkekTopoM) Agilent Technologies, Thermo.
5 Buanbl crekysHHBIE C 3aBHHUMBAIONIEHCS MPOOKON W Te(IOHUPOBAHHON MeMOpaHOU
' BMecTUMOCThIO 4 M1 Agilent Technologies.
Buanbl crekissHHBIE C 3aBHHUMBAIONIEHCS MPOOKON W TedIoHWpOBaHHOW MeMOpaHOU
6. BMeCTUMOCTBIO 9 M1 (16 MM x 100 Mm) min axcTpakimonssie mpodupku TOXI-LAB Tubes
A-100.
7. CrexisiHHAs MepHasi Kosiba BMECTUMOCTBIO 10-Mi1.
8. CTEeKJIAHHBIN MEPHBIN TUIUHIP BMECTUMOCThIO 100 Mt
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Q. JlaGopaTopHble mTatuBbl oA BUAIB! 16 MM X 100 MM
10 BrimapuBaresbhbie yamku-konmnaukn TOXI-LAB  (MoxHO 3ameHuTh Buamamu Agilent
' Technologies BMeCTUMOCTBIO 4 MIT).
[ToxcraBka muist pabOTBI C ATIOMHUHHEBBIMHU BBIMAPUTEIBHBIMU YaIIKaMHU-KOJITAYKaMU
11. TOXI-LAB Omega-12 (MOXHO 3aMEHUTh METALTHYECKUM JTAOOPATOPHBIM IITATHBOM TIOT
BHAJIbl BMECTUMOCTBIO 4 MIT).
12. Becol ananutuueckue npeaeiaom usmepenus 0.1 mr.
13. entpudyra naboparopnas, 3-6 Teic 00/MHH.
14. Ientpudyra nabopartopuas, 14 Teic 006/MUH.
15 [TaTrponsl st tBepaodasznoit skcrpakmuu AccuBONDII EVIDEX 3 min/200 mr. Agilent
' Technologies.
YcrpoiictBo ans  TBepaodazHOM AIKCTPAKIMK, BKIIOYAIONIEe IITAaTUB MJI HaTPOHOB
16 (kapTpumkeit) s TBepaodasHOM  IKCTPAKIMM €  PETYJIsTOPOM  BaKyyMa,
' MPeI0XPAaHUTENbHBIM KJIAIIAHOM C BaKyyMHBIM MEMOpPaHHBIM HAcOCOM, 00eCIeUrBarOIIHiA
BakyyM (20 mm. Pt. CT.)
17. VYbTpazBykoBas 6aHs MOITHOCTEIO HE MeHee 240 BT.
18. [lelikep opOUTANBHBIN
19. Bubpomukcep
20. OunbTpsl nonuMepHbie 0.5 MKM TSl QUIBTpAIMK SKCTPAKTOB
21. ®eH abopaTopHblii MOITHOCTHIO He MeHee 800 BT.
JlaboparopHnas nocyna Shott Duran (kBagpaTHbIe CTEKISIHHBbIE OYTHUIM ISl PEAKTHBOB) C
22. MJIACTUKOBBIMU 3aBUHYHMBAIOIIMMHUCS MpoOKkaMu BMectumocThio 50, 100, 250, 500, 1000
ML
23. BceraBku B BUAIBI ¢ KOHUYECKUM THOM BMECTUMOCTHIO 250 Me,
JlepuBaTH3UPYOIIIHE AT€HTbI
s I'’X-MC anaaunsza
Peaxtus Kon-Bo

BSTFA + 1%TMCS (N,O-Bis(trimethyl)trifluoroacetamide) with 1% | 50 mn
Trimethylchlorosilane)

®upma npousBoauTens: Supelco cat.No 33149-U, moxHo
takxxkeACROS ORGANICS

PFPAA pentafluoropropionic anhydride 100-200 mn
®upma npousBogutens: ACROS ORGANICS
Code:416931000

CAS:356-42-3

PENTAFLUOROPROPANOL (2,2,3,3,3-Pentafluoro-1-propanol ) 100-200 m
®upma npousBogutens: ACROS ORGANICS
Code:303790250

CAS:422-05-9

TFAA trifluoroacetic anhydride 100-200 m
®upma npousoautens: ACROS ORGANICS
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PacTrBopuresn u peaktusbl 1 I'X-MC ananusa

Konuuectn

Haunmenopanmue En. uzm. Ha 1000 aEI:-faJ'II/(I)SOB
[enuit Mapku «A». 99.995% TV 51-940-80 bannon 0.4
Meranon (HPLC grade) 1 0.6
Aneronntpun (HPLC grade) 0.6
[Mponanosn-2 (HPLC grade) 1 0.9
I'enran (HPLC grade) 1 0.9
Orunanerar (HPLC grade) 1 0.9
byrunarerar (HPLC grade) 1 0.9
N3ookran (tpumernnnentan) (HPLC grade) a1 15
Metuien xsopuctsiii «Lichrosolv» (HPLC grade) a 2.1
1,2-Tuxnopatan (HPLC grade) 1 0.9
Harpus xsopup 4.11.a. KT 15
Aneron (HPLC grade) 0.1
Tomyon (HPLC grade) 0.1
KapOonat Harpus u.j.a. KT 0.2
bukapbonar HaTpus 4.1.a. KT 0.2
I'mapokcu HaTpus 4.1.a. KT 0.6
Kucnora consinas X4 0.6
Ammuak 25% BOIHBIHA 2
ITepexucs Bogopona 33% 2
Kamus dpocdar neysamemennsiiit K2HPO4 u.j.a. KT 0.6
Kanus gocdar ognozamemennsrit KH2PO4 KT 0.6
Hatpus docdar nByzamerennsiit Na2HPO4 KT 0.6
Hatpus docdar ognoamerennsiiit NaH2PO4 KT 0.6
Anerat HaTpus KT 0.6
YKcycHast KUCIIOTa 0.6
OpTtodocdopHas Kuciaora 0.1
TpuxmopykcycHas KUCJIOTa KT 0.1
Judenmnamun >99% r 0.1
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IIpuio:kenue 3.

IIpumep BemrecTB pa3jM4YHbIX FPYII,
onpeaeJisieMbIX 0o nmpoueaype 1

LleneBble BelwecTBa RT DOAS, m/z, B ckobkax MHTEHCUBHOCTb
MWH
1. |A8-Tetrahydrocannabinol, 15.46 314(160)299(20)271(90)258(100)
231(270)193(60)174(40)
2. [2-Amino-5-Chlorbenzophenone 12.69 195 (11) 214 (6 ) 230 (100) 232 (40)
3. [2-Amino-5-Nitrobenzophenone 15.11 165 (180) 195 (29) 241 (100) 242 (84)
4. [2-Amino-5-nitrodenzophenone TFA 13.45 105 (100) 191 (37) 269 (40) 338 (62)
5. [2-Methylamino-5-Chlorobenzophenone |13.07 193(38) 228(45) 244 (91) 245 (100)
6. [2-METHYLAMINOPROPIOPHENON 6.68
7. [2-Pyrrolidinone,1,5-dimethyl-3,3-diphenyl [13.60
8. [3,4-Methylenedioxy-amphetamine (MDA), |8.01 179(3)136(40)105(3)77(12)44(100)
9. [3,4-methylenedioxy-N-ethylamphetamine |8.90 135(10)105(2)72(100)44(20)
(MDEA
10. [3-N-pentyl-.delta.9-tetrahydrocannabinol [15.63 314(80)299(100)271(45)256(25)321(80)
11. 4-ACETYLAMINOANTIPYRINE-9 14.17 56(100) 84 (58)203(40) 245(45)
analgine met
12. 4-Methylthioamphetamine (MTA) 8.77 181(3)166(2)138(30)122(15)91(7)78(4)44(100)
13. 4-OH-Methamphetamine 2TFA 8.69 110(22)154( 100 )230 (203)
14. |6-ACETYL-MORPHINE, 6-MAM 14.95 364 (100) 311 (8) 423 (57)
15. | 6-MAM, 6-AC Morphine 16.22 327(100)284(10)268(100)215(35)204(15)162
(15)146(25)
16. |Acetaminophen 9.87 151(10)109(400)80(10)53(5)43(10)
17. |Acetaminophen TFA (Paracetamol TFA) |8.86 1080020551247 ¢
18. |Adiphenine 13.76 167(10)152(5)99(10)86(100)
19. |Alphaprodine 10.89 261(5)187(50)
172(100)144(20)129(15)84(35)57(20)42(20)
20. JAminochlorbenzophenone TFA 12.21 1804325855327 7132953
21. JAminochlorbenzophenone TFA 12.17 180 40 258 37 327 70
22. |Amitriptylinoxide -(CH3)2NOH 15.12 204 34 219 39 232 490
23. |Amitriptyline 13.74 58 100 202 4 215,
24. |Amobarbital 10.14 141 (80) 156 (100)
25. |[Amphetamine, 4.584 120(5)115(3)91(15)65(10)44(100)
26. |[Amphetamine TFA 6.18 91491897140100
27. |Amphetamine TFA 6.31 140(100)118(100)91(60)65(20)
28. |p-OH-Amphetamine TFA 7.77 1404002031,23075
29. |Analgine -M 12.47 299(100)230(77)83(62)56(98)
30. JANALGINE MET. 12.34 56(100)84(75)203(90)
31. JANALGINE-M TFA 13.15 56(90)123(70)216(80)313(100)
32. |Androst-2-en-17-one, (5.alfa.) 14.11 91(80)161(55)218(100)272(75)
33. JANDROSTERONE TFA 14.85 342(85)368(25)386(100)
34. |[Anhydroecgonine 7.28 152 (100) 166 (7) 181 (32)
35. |[Aprophene TAREN comp. major 13.95 86(100)99(47)181(40)
36. |Aprophene 13.94 325(2)310(5)253(3)181(20)165(15)99(30)86
(100)
37. |Atropine 13.77 94(25)124 (100) 289(23)
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38. [Barbital 8.20 141( 94 )156 (100)
39. BENZOIC ACID 4-AMINO-2- 12.56 86(100)99(45)120(25)
DIETHYLAMINOETHER

40. |Benzphetamine TFA 11.23 91 100 148 oo

41. Benzylamphetamine 11.16 148(90)91(100)65(10)

42. Bromantane TFA 13.00 24710034320 36022 402 21

43. [Bromantane-M(OH) TFA 14.94 247 35 269 g 515 4

44. Buthorphanol (stadol)2TFA 14.76 350 39 351 ¢ 464 199465 54

45. Buthorphanol (stadol)-M TFA 15.91 35054 414 47 464 190 465 5

46. |Caffeine 11.09 194(100)165(6,5)109(60,4)82(28,4)67(41,5)55
(38,7)42(14,0)

47. |Cannabichromene 14.91 314(10)299(5)
231(100)174(20)

48. (Cannabicoumaronone 15.13 328(60)313(20)
285(100)271(20)257(50)243(20)214(50)202
(15)185920)

49. |Cannabidiol 14.92 314(10)246(13)
231(100)193(10)174(10)

50. [Cannabigerol 16.01 316(15)247(15)231(40)193(100)123(30)

51. |Cannabinal, 16.20 310(10)295(100)238(15)223(5)

52. [Carbamazepine 14.64 165(25) 193(100) 236(28)

53. |CARBAMAZEPINE MET 12.87 151(25)179(100)207(80)

54. |CARBAMAZEPINE MET/artifact 12.18 16(25)193(100)204(20)

55. |Carbamazepine-10,11-epoxide 12.88 151 (23) 179 (100) 207 (81)

56. |CARBAMAZEPINE-M (ACRIDINE) 11.00 151 (9) 178 (23) 179 (100)

57. |CARPHEDON 13.57 160 93 174 190 218 2,

58. [Carphedon 2TFA 9.63 270 100 290 5 367 57

59. |CARPHEDON Nitril 11.60 104 190 173 3200 54

60. |CATHINE, NORPSEUDOEPHEDRINE [6.53 140(100)203(10)230(20)

61. [Cathine TFA 6.40 140100203623011

(orpseudoephedrine TFA)

62. [Chlorphenamine-M (bis-nor-) AC 13.90 167 41 203 51 216 190218 34

63. |CHLORPHENIRAMINE 12.41 167(25)203(100)

64. [Chlorpheniramine 12.41 167 50203 190 205 35

65. [Chlorpromazine 16.12 232 6272 13274 5318 320 5

66. [Chlorpromazine 16.00 58 100232 ¢ 272 1,318 54

67. [Chlorpromazine, 15.94 318(50)272(30)232(15)86(30)58(100)

68. [Chlorprothixene 15.92 58 (100) 221 (15)

69. [Clobenzorex TFA 12.97 12540023023 26445

70. [Clozapine 20.32 192 (227) 243 (256)

71. [Coaxil (Tianeptine)-M 25.29 228 (100) 255 (46) 283 (24) 297 (23) 311
(26) 390 (18)

72. |Cocaethylene 14.11 196 83 272 12 317 17

73. |Cocaine 13.76 821001829627 29
30329

74. |Cocaine 13.80 303(10)272(5)198(5)182(550)94(250)82(600)

75. |Cocaine-M (methylecgonine) TFA 7.69 182 (100) 264 (10) 295 (25)

76. |CODEINE 15.18 299(100),282(10),229(30),162(40)
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77. |Codeine TFA 14.49 282(100),395(70),266(15),225(15)

78. |Cropropamide 8.98 6975100100168 33

79. [Crotethamide 8.44 6962861001 5433

80. Desomorphine 14.17 214 30 228 17 256 15 270 38 271 100

81. Desomorphine TFA 13.213 324 18 350 12 352 18 367 100

82. Diazepam 15.58 221,725610028390283(250)256(300)241(50)221
(100)

83. |Dicaine (Tetracaine) 13.88 150 176 193

84. [Dietyltryptamine 11.74 216(3)144(3)130(5)115(3)86(100)58(5)42(2)

85. [Diphenhydramine 11.37 58(290)73(60)152(20)165(40)

86. [Doxepin 13.95 58(100),152(5),165(5)178(5)189(5)202(3)279
(3M)

87. |Doxepine 14.01 58 100 1652 189 1

88. [Ecgonine N,O-di TFA 6.06 164 100 194 28 232 40 308 36

89. [Ephedrine, 7.04 58(100)77(15)91(3)

90. [Ephedrine TFA 7.13 110,4154 100244,

91. [Ephedrine 2TFA 7.21 244(10)154(100)110(20)69(10)

92. |[Etamivan TFA 10.17 247, 318,319

93. |[Ethamivan 11.54 151 (100) 222 (26) 223 (22)

94. [Ethylephrine TFA 8.04 1265154100217

95. |[Ethylmorphine 15.39
313(100)284(25)256(15)243(20)214(25)162
(45)

96. [Ethylmorphine TFA 14.78 409(100)380(20)296(100)281(50)266(30)

97. [Etofylline TFA 12.07 206 (37) 207 (38) 320 (100)

98. Fenazepam—Hy TFA 13.51 224 28 226 28 336 17 405 40 407 49

99. [Fenfluramine TFA 7.63 140 34 159 47 168 190

100.[Fenproporex TFA 10.09 118 59 140 44 152 43 193 190

101 |Fentanyl 18.17 245(400)189(125)146(220)132(30)105(60)91
(30)77(50)

102 |Fludiazepam 15.88 273 (53 )274 (100) 283 (37) 302 (93)

103.Haloperidol-M (N-desalkyl-) AC 14.17 210 (70) 237 (30) 255 (36) 309 (10)

104 |Haloperidol-M -2H20 9.67 127 (33) 154 (27) 189 (100) 191 (33)

105 |Heroine, 17.29 369(140)327(200)310(110)268(150)215(70)
204(65)

106 |Hexobarbital 11.34 155 (23) 157 (37) 221 (100)

107.Hydr0COd0ne 15.72 242 51 243 33 270 11 284 13 299 100

108.Hydromorphone TFA 14.83 325 71 352 16 381 100

109.[Imipramine 13.98 193 (35) 234 (100) 280 (29)

110/ISTD DPA 9.27 169100 168 53167 33

111 |Ketamine TFA 12.08 262 (35) 270 (63)276 (16) 298 (20) 305 (14)

112 |Levorphanol TFA 12.33 150 71 285 g1 352 54 353 199

113 MDA TFA 9.35 135 100 162 40 275 15
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114.MDA-M/precursor-3 7.86 105 7 135 100 136 10 178 23

115,MDMA TFA 10.40 154410016279289,5

116.Meconin, 10.31 194(90) 176(40)165(100)147(80)

117 Mefenorex TFA 10.26 118 44 140 49 216 199 218 43

118.[Meperidine 10.46 172 57 218 59 247 35247(40)232(10)
218(23)190(8)
172(30)71(100)57(25)42(23)

119.| Meprobamate 10.74 144(20),114(20),96(30),83(100),71(50),62(40),
55(80)

120.Mescaline TFA 10.91 181100194333073,

121 Mescaline, 9.93 211(30)182(100)167(60)151(20)139(10)

122 Methadone, 13.38 72(100)91(3)115(3)165(3)178(3)223(4)294(5)

123 Methamphetamine 5.13 58(100)65

124 [Methamphetamine TFA 7.35 110,511832154100154(100)118(45)110(50)91
(23)69(20)

125 Methaqualone, 13.52 233 30 235 199 250 30250(30)
235(100)217(5)207(5)143(5)132(10)

126.Methorphan 13.38 171 30214 41 271 100

127Meth0Xyphenam|ne TFA 8.90 91 50 110 60 121 30 148 100 154 99

128 Methylaminochlorbenzophenone TFA 12.51 236 (96) 288 (22) 307 (16) 340 (20)

129.Methylaminopropiophenon 6.68 105(5)77(15)58(100)42(5)

130.Methylenedioxymeth-amphetamine 8.50 193(1)135(5)77(5)58(100)

(MDMA),

131.Methylphenidate 11.40 1801001505

132 Methylphenidate 10.31 172(3)150(5)91(15)84(100)65(3)56(10)

133.Morphine 2TFA 14.10 364 100477 25

134 |Morphine mono-TFA 14.44 268 100 381 56382 13

135 |Morphine, 15.58 285(120)268(20)215(40)162(50)42(45)

136.N,N-Dimethyltryptamine 10.65 188(10)143(5)130(10)115(5)77(5)
58(100)42(5)

137 N,N-DIMETHYLTRYPTAMINE

138.Naltrexone 2TFA 15.61 420 49 436 29 492 19 533 190

139 Naltrexone-M TFA 14.40 518 73 534 51 632 54

140.Naltrexone-M TFA 16.09 422 13 480 14 494 50 535 100

141 |Nicotine 6.76 161(40)162(40)133(80)84(280)42(60)

142 [Nikethamide 8.76 7838 106 100 17746

143 Nitrazepam 18.85Doas 206 234 253 264 280

144 |Nordazepam 241 g9 242 190 269 g7

145 |Norephedrine TFA 6.34 1404002035230+,

146.Norfenyramine TFA 12.57 167 (41) 169 (70) 182 (100)

147 |norketamine 11.10

148 Norketamine TFA 10.83 239 (54) 256 (72) 275 (50) 284 (100)
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149 [Nortriptyline 13.86 44(100)202(5)215(3)

150.Noscapine 27.10 220(100)205(20)

151.|Octopanine TFA 7.93 287,315,328

152.0xazepam 14.80 205 96 233 75 239 91 268100

153.,Oxycodone 16.43 315(100)300(5)281(10)258(20)
230(50)201(20)187(17)140(17)115(17)

154 |Papaverine, 19.70 338(100)324(90)308(30)293(20)

155.|Phenazepam 18.10 315 319 321 350

156.[Phencyclidine 11.61 242(40)200(100)186(20)166(17)117(10)91(30)

157 |Phendimetrazine DPATFA 9.13 [85 91 117 7 191 43

158.[Phendimetrazine 7.950 191(15)117(10)105(10)85(90)70(15)57(100)42
(50)42(50)

159.[Pheniramine 11.19 167 (15) 168 (36) 169 (100) 182 (3)

160.Phenproporex 9.160 97(100)68(10)56(22)

161 Jphentermine 4.968

162.[Phentermine TFA 6.34 114 (24) 132 (45) 154 (100)

163.[Phenylephrine TFA 8.18 140400328,342 5

164 [Prolintane 9.51 126 100 174 ¢

165 |Promazine 14.67 199 (34) 238 (40) 284 (60)

166.|Promedol (Trimeperidine) 11.14 186 100 201 18

167 |Propoxyphene 13.54 58 100 91 4 1153117 4

168.[Propylcannabinol 14.65 282(18)267(100)238(20)223(10)

169.Pseudococaine 10.97 82 (96) 182 (100) 303 (22)

170.|(+)-PSEUDOEPHEDRINE 7.04 58(100)77(15)91(3)

171 |Pseudoephedrine TFA 7.52 11024154 1902444

172 [Pseudoephedrine 2TFA 7.70 154(100)110(60)69(50)56(20)

173.Scopolamine 14.64 138, 154, 303

174 [Sibitramine 10.96 72 141 141001 1 510

175.Sibutramine-M (bis-nor-) TFA 10.90 13730165400263 ¢

176.Sibutramine-M (nor-) TFA 11.92 140,515435196100

177 [Sidnocarb TFA 14.36 91 100 11929 23018 2993

178,Sinephrine TFA 8.17 14040032816 342 ¢

179/Struchnine 27.72 333 (34) 334 (100) 335 (51)

180.[Tenocyclidine 11.609 249(40)206(55)192(15)165(80)123(20)110(15)
97(100)84(22)

181 [Trifluopeazine 17.62 407(80)306(30)280(20)266(30)248(30)141(40)
113(100)70(70)

182 [Trifluoropromazine 13.90 248(10)234(10)86(20)58(100)

183 [Trimeperazine, 14.45 298(40)252(15)198(15)180(13)58(100)

184 [TRIMEPRAZINE 14.47 58 100 198 10 252 7298 o4

185.[Tropacocaine 12.05 245(30)140(10)
124(100)105(20)

94(40)82(80)67(20)42(23)
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