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AHHOTAIUA

Pa3pa60TaH METO IMOATBCPKAAOIICTO XHUMHUKO-TOKCHUKOJIOTHYCCKOI'0o
HCCJICAOBAHMA Ha HAJIWMYHNC HAPKOTHYCCKUX W IICMXOAKTHUBHBIX BCUICCTB B
OMOJIOTHYECKUX KHUAKOCTAX (MO‘IG,) Hn BOJOCax YCJIOBCKa MCTOIOM ra3oBoiu
XpOMaTOFpa(I)I/II/I C MaCC-CCIICKTUBHBIM ACTCKTUPOBAHHUCM. MCTOI[ NpcaHasHa4YCH JIA
Bpaqeﬁ KJIMHAYECKOMN Ha60paTOpHOﬁ JAUArHOCTUKHN XHMHKO-TOKCHUKOJIOTHYCCKHUX
Ha60paTOpl/Iﬁ HApPKOJIOTHYICCKUX JUCIIAHCCPOB.

Opranumsanus paspadoruuxk: DOBI'Y HHI[ Hapkonorun Mun3zgpaa Poccun
coBMmecTHO ¢ [IXTJI 1-ro MT'MY um.N.M.Ceuenona.

ABTOpBI:, 1.X.H. CaBuyk C.A., 1.X.H., npodeccop b.H.N30TOB

BBenenue

Merton xpomaro-macc-cnekrpoMerpun (XMC, I'X/MC) ocHOBaH Ha COYETaHUU
IBYX aHAJIUTHUYECKUX METOJOB: KalWJUIAPHOM ra3oBoil Xxpomarorpaduu U Macc-
crekTpoMeTpuu. Meroj mnpeaHa3HauyeH Uil MOTYy4YeHUsS OOBEKTUBHBIX JAHHBIX O
HaJIMYMM HApKOTHYECKHUX, MCUXOAKTUBHBIX BEUIECTB M UX META0OJUTOB KOTOpHIE
YKa3bIBAIOTCSI B JAMArHOCTMYECKHUX 3aKIIIOUEHHUAX, pe3yabTaTax MEIUIMHCKOTO
OCBHUJIETEJILCTBOBAHMS,  OSKCIEPTHBIX  3aKIIOYEHUSX,  pe3yJbTaTaX  XHMHKO-
TOKCHUKOJIOTHYECKOTO KOHTPOJISI U MOHUTOPUHTA.

Onucanue meroaa

Merton xpomato-macc-crnekrpomerpun (XMC, I'’X-MC) ocHOBaH Ha COYETaHUU
IBYX aHaJUTHYECKMX METOJOB: KaNWUIIPHOW ra3oBOod XpomaTtorpaduu - merona
HanOoJee CEeJIEKTUBHOTO MO BO3MOXKHOCTH pa3fesieHHs BELeCTB W METo/la Macc-
CHEKTPOMETPUM — MeToJa HauboJee CeJIeKTUBHOTO M YyBCTBUTEIHHOTO TIO
JIETEeKTUPOBAHUIO M CTPYKTYpHOM uJeHTUUKAaMKU KoMmroHeHToB. Haumbonee
nH(GOpPMATUBHBIE U HAJEKHBIE PE3YNIbTAaThl MOJIY4YalOT B PEKUME MOJHOTO
CKaHHpOBaHMS €  perucrpauuedt  macc-crekrpa. Mcmonb3oBaHue — pexuma
MOHUTOPHUHIa BBIODAHHBIX HOHOB MO3BOJISIET MOBBICUTH YYBCTBUTEIBHOCTH
ompeesieHus (Ha MOPsI0K BEIMYNHBI), HO CHIXKAET HAJIC)KHOCTh HICHTU(DUKAITIH.



Mertoguka ['X-MC ananmm3a ocHOBaHa Ha WACHTH(UKAIIUU OMPEaeIsieMbIX
BEILIECTB, BBIICICHHBIX K3 OOpa3llOB MOYM  KUIAKOCTH/>)KUJKOCTHOM  WIIU
TBepHOoGa3HOW HKCTpaKLMEH C TOocenylolleld aepuBaTH3alueld M XpoMaTo-Macc-
cnekTpoMmerpuueckuMm . OmpenensiemMble  BelIlecTBa  WACHTUPUIMPYIOT B
aBTOMAaTUYECKOM pEXHME 1O JBYM AaHAIMTUYECKHM IIapaMeTpam: BpEMEHHU
XpoMaTorpauueckoro yaepKUBaHUST M Macc-CekTpy. WaeHTtuduimpoBaHHOe
BEIIECTBO  ONPENCISIIOT  KOJMYECTBEHHO HAa  OCHOBAHUM  TI'PaJlyupPOBOYHOMU
XapaKTEPUCTUKH, KOTOPYIO MOJYy4ar0T Ha OCHOBAaHUM pe3yibTaTtoB aHanusa CO.

Iloxka3zaHusi M NPOTHUBOINOKA3aHMUS K MUCII0JIb30BAHUIO HOBOM MeTOAa
I[TOKA3AHUA:
- JUarHocTuka ¢akra ymnoTpeOJIeHUs] HAPKOTHYECKHMX U ICHUXOAKTUBHBIX

BEILIECTB.
I[TPOTUBOITIOKA3AHUMSA: oTCYyTCTBYIOT.

MaTepl/IaJIbHO-TeXHl/IquKOC odecneueHne Me€TOodAa

JIns BBIMOJHEHUSI METOJAWKH MCTOJB3YIOT Tra3oBble xpomarorpadnr Agilent
6890N (CIIA) wim Agilent 6850 wim Agilent 7820 — Maestro (CIIA-Poccust) ¢
aBTomHx)ekTopom Agilent 7683, macc-cenekTuBHbIMU AeTekTopamu Agilent S973N,
5975 (CHIA), Agilent 5975-Maestro (CILIA-Poccus), konmonkon (Agilent HP-5SMS
HoMep o karanory 19091S-433) nnmunoit 30M, BHyTpeHHUM nuameTpoM 0.25mwm, ¢
TonmuHONW TUIeHKH (a3br 0.25Mkm. Jlig uaeHTH(UKAIIUU BEIIECTB HCIOIB3YIOT
oubnuotexku macc-cektpoB (IIpunoxenue 1).

[lepeyenr 00mIenabOpaTOPHOTO OOOPYAOBAaHUS H  PEAKTUBBI JaH B
[Ipunoxenuu 2.

JlomyckaeTcss HWCIHOJIB30BaTh O00OpYJIOBaHHE, MaTepHallbl U PEAKTUBBI C
TEXHUYECKUMH XapaKTEPUCTUKAMHU aHAJIOTUYHBIMU YKA3aHHBIM.

Onucanue meroaa

MeToz BKITIOYaeT 3 aHATUTHYECKHE MTPOIEAYPHI TOATOTOBKH MPOOBI M aHATTN3A.
[Ipn HEOOXOMMMOCTH OIpeneNeHUs] HU3KUX KOHIICHTPAIUi aHaTUu3UPYIOT MPOOKI
MocJie KUCIOTHOTO win (epMeHTHOro ruaponusa. [Ipu onpeneneHnn MeTabOIUTOB
TreporHA aHAIM3UPYIOT MpoObl Oe3 ruaposnn3a. BeisiBneHue (GakToB MOTpeOIeHUS
yIoTpeOIeHUs] TepOrHa BBITIONHSIOT 10 HAJIMYUIO B Mpobe 6-MoHoareTrsi MoppuHa

(6-MAM).



Ipouexypa 1: xuciotHeli rugponu3 skctpauus npu pH 9, nepuBaruzauus
TpudTopykcycHbM anruapuaom (TOAA). OnpenensitoT UHAUBUyaTbHbBIE BEUIECTBA
CEAYIOIIUX XUMUYECKUX TPYIIIL:

* Onuatel, METabOJIUTHI, COMMYTCTBYIOINE KOMIIOHEHTHI

e AwmderaMHHBI U UX METAOOTUTHI

* bapOurypaTbl U UX METa0OJUTHI

* beH3oauazenuHbl U NPOAYKTHI UX THAPOJIH3A

* CuUHTETUYECKHE HAPKOTHUUYECKHUE BEIIECTBA U UX META0OIUTHI

*  CTUMYJSATOPBI CHHTETUYECKOTO MMPOUCXOKACHUS U UX METAOOTUTHI
Ipouenypa 2: menouHoil ruaponus »skcrpauusa npu pH 3, nepuBatuzanus
MEeHTaQTOPIPONUOHOBEIM ~ aHTHApUIOM ¢ mneHTtadroprnponanoniom (IIOIMIA wu
I[I®PIIOH)
OmnpenensieMoe BELIECTBO ACTEKTUPYIOT B Buje mneHradroprnpousBoanoro (I1DII):
11- HOp —nenbTa- 9-kapOOKCUTETPAruAPOKAHHAOMHOIOBAS KUCIIOTa

e [I®DII npon3BoaHBIE BEMIECTB, ONPEACIIEMBIX IO TIpoueaype 1
Ipouenypa 3: xucnoTHsld ruaponn3 sxkctpauus npu pH 9, nepuBaruzanus BSTFA.
OnpenensitoT UHIMBUAYAJIbHBIE BEIIECTBA CIEAYIOIIMX XUMHUYECKUX TPYNI B BUIE
TPUMETUIICUITUIBHBIX TPOU3BOAHBIX (TMS)

e [lcumonuH, ncumonuona TMC

* benzoumkronnn TMC

e Mertabonutel JWH-018, 073, 250 TMC

e TMS npou3BOIHBIE BEIIECTB, ONMPEAEISAEMBIX MO mpoueaype 1.
[Tpoueaypsl 1 u 2 BRINOMHAIOT HA oAHOM mpubope. g npoueaypsl 3 UCHONb3YIOT
OT/ACJIBHBIN IPUOOP.

Omnpenesienne B MOYe BelIeCTB HENMOJISIPHOM U €1a00MOJIAPHOI MPUPOIBI
no npoueaype 1

[To mpouenype 1 ompenensroTCs BEMIECTBA BXOJISIIME B COCTaB HAPKOTUUYECKUX
CpPEIICTB, NCUXOTPOIHBIX W CHJIBHOJCUCTBYIOIIUX BEHIECTB C HEMOJSIPHBIMA U M
CIa00JISIPHBIMM CBOMCTBaMU (CM. MpuitoxkeHuu 3). JIJisi BBISIBJICHUS BEIIECTB JaHHOU
TPYIIbI BBITOJHIIOTCS CIEAYIOIINE MPOLETYPHI.

IIpuroroBjieHue CTaHAAPTHBLIX pacTBOPOB. CTaHIAPTHBIE PACTBOPHI T'OTOBAT W3
yUCThIX (He MeHee 99% OCHOBHOTO BEIECTBA) XHMHUUYECKHX BEIIECTB. MOXKHO
WCIIOJIb30BaTh TOTOBBIC CTaHAAPTHBIE OOpa3Ibl COCTaBa B BHJAEC pPACTBOPOB B
METaHOJI€ WJIA MPUTOTOBJIEHHBIE HA OMOJIOTUYECKOM MaTpuIle (MOYe).
IIpuroroBienne pacrBopa BHYTPEHHero craHjaapra audeHuIamMuHA.
IIpuroroBiieHue pacTBopa «A». B MepHyio npobupky BMecTUMOCThio 10 mi
BHOCAT 10 mMr mudenunamuua (JDA), nobapmsror 10 mu MeTraHona 10 METKH.
Konnentpanus JI®A B pactBope «A» coctaBisieT 1 mr/mi.

IlpuroroBienue pacrBopa «b». B wmepHblld mwmHap BmecTUMOCThIO 100 mi
ABTOMATUYECKHM JI03aTOPOM BHOCST 2 MJ pacTBopa A W J00aBJISIOT METaHOJ 0
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meTku 100 mu. Konnentpanus JI®A B pactBope «b» cocraBisger 20 MKI/Mmi.
[IpuroroB/jieHue TrpagyMpoOBOYHBIX PACTBOPOB W3 YMCTBHIX BemlecTB. J[is
MIPUTOTOBJIEHUS CTaHJIAPTHBIX PACTBOPOB UCHOJB3YIOT BEMIECTBA YUCTOTON 99%.
Huxe nan mpumep NpUroTOBJIEHUSI CTAaHAAPTHBIX pacTBOPOB Ha IpUMepe Mop(duHa.
IIpuroroB/jieHue pacTBOpa HUCXOJHOI0 CTAHAAPTHOro pacrtBopa mopduna 1000
MKI/miI. B MepHyto npoOupKy ¢ mpuTepToi MpoOKoil BMECTUMOCThIO 10 MJI BHOCST
10 mr mopduHa (B BHIE OCHOBaHMS) M JOOABISAIOT METaHON O MeTkd 10 M.
Konnentpamuss Mmopduna (B BuIEe OCHOBAaHHSI) B UCXOAHOM CTaHAAPTHBIA PacTBOpPE
coctaBisieT 1000 Mxr/mi. M3 HCXOTHOTO CTaHAAPTHOI'O pacTBOpPA FOTOBST 0Aa30BbIE U
KaJIMOPOBOUYHBIE PACTBOPHI.
Ba3oBblii cTangapTHbIi pacTBop «A» Mopduna (10 mxr/mur) B MeranoJie. K 5 mi
MeTaHoJia J100aBUTh aBTOMAaTHYECKHMM no3aTopoM S50 MKI  HCXOAHOTO pacTBOpa
MopduHa (1000 mxr/mi). IlpenBapuTensbHO OT 5 MJI METaHOJIAa OTOOPATh U OTOPOCUTH
50 MKJI MeTaHoOA.
Bba3oBblii cranaapThblii pactBop «b» mopdpuna (0,1 mxr/ma). Pactsop K 10 mn
MeTaHosia 100aBuTh 100 M1 pactBopa «Ax» (10 mxr/mi). [IpenBaputensno ot 10 M
MeTaHoJja 0Toopath u 0TOpocuTh 100 MK MeTaHOA.
I[IpuroroB/jieHue KaJMOPOBOYHBIX PACTBOPOB MOpPPHHA HAa OHOJOTHYECKOMH
marpuue (Mode). KanmuGpoBounbie pactBopbl Mopduna 6, 15, 50, 100, 150 Hr/mMna
TOTOBST MOCJEN0BATENbHBIM pa30aBlIeHHEM M3 0a30BOr0 CTAHIAPTHOTO pacTBOpa
«b».
KanuOpoBouHblii pacTBop MoppuHa KoHueHTpanuei 6 Hr/mu. Buectu 9.4 mn
Moy B 10-my CTEKJIsIHHYIO MepHyI KojilOy, no6aButb 600 wMkin 06a30BOro
cTanaapTHoro pactBopa Mmopduna «b» (0,1 mxr/mn).
KanuOpoBouHnblii pactBop Moppuna koHueHTpauuei 15 ur/mi. Buectu 8.5 mn
Moun BIO-mMa CTEKISIHHYIO MepHYI Koily, nmo6aButh 1500 wmxn 6a3oBoro
ctangapTHoro pactBopa «b» (0,1 Mxr/mi), noBectu o0bem 10 MeTKHu (10 M) MOUOii.
KanuOpoBouHnblii pactBop MoppuHa koHueHTpanueil S0 ur/mia. Baectu 10 mn
Moy B 10-mi crexisiHHYI0 MepHyro konlOy. OtolpaTh u 0TOpPOCUTH
aBTOMAaTHUYECKUM J103aTopoM S50 MKJI MOuYH, no6asuth 50 MK 06a3oBOro
CTaHJIapTHOTO pacTBopa «Ax» (10 MKr/mi).
KanuOpoBounblii pactBop moppuna konuenrpanueir 100 ar/mn.  Buectn 10
MI Moud B 10-MJ CTEKISHHYIO MEpHYIO Kkoil0y. Ortobpath W OTOpOCHTH
aBToMatuyeckuMm jgo3zatopom 100 wmknm moum, no6aButh 100 Mk 0a3oBoro
CTaHJIapTHOrO pactBopa «A» (10 MKr/mi.
Kanu0OpoBounblii pactBop MoppuHa koHuentpauueit 150 ur/ma. Buectu 10 mn
Moun B 10-mi crexkisiHHyr0 MepHyro konOy. OtoOpaTh 151 OTOpPOCUTH
aBTOMaTU4yeckuMm go3zatopoM 150 wmkin wmoum, npobGaButh 150 Mk 0a3oBOro
CTaHJapTHOTO pacTBopa «A» (10 Mkr/mui).
IIpuroroB/jieHHe cMeCH OPraHMYeCKHUX pacTBopuUTesieil. i SKCTpakluu rOTOBSIT
CMECh PACTBOPUTENIEH:

1. mzonponmioBsiid ciupt 10%



2. muxyiopMmertaH 35%

3. 1,2-puxnopatan 23%

4. renrtan 32%
B wmepupii nuimuaap Ha 100 M BHocaTt 10 MuT M30MpPONMIIOBOrO CHHUPTA, 35 MII
nuxjopMeTana, 23 mu 1,2-nuxnopstana u 32 Ma rentaHa. CMech MEPEMENIMBAIOT U
XPaHAT B TEPMETUYHO 3aKPbITON CTEKISHHON €MKOCTH.
MO0HO UCTIONB30BATh CMECH METUJICHXJIOPUL : TENTaH : u3onponaHon = 7:2:1

IIpuroroBiienue TBepaoro 0ygepa. B3semmsaroTr 100 r rugpokapboHara HaTpus u
50 r kapOoHaTa HaTpus, MEPEMEUIUBAIOT U MEPETUPAIOT B CTYIIKE.
IHoaroroBka npo6sbI 11 aHaan3a. MeToanKka NoAr0OTOBKH MPOObI BKIOYAET CTAIUH
TUAPOJIN3a, SKCTPAKIIMM U I€PUBATU3ALUN.
Kucaoruslii ruaposm3s. B npoObupKy ¢ 3aBUHYMBAIONICHUCS KPBIIIKON BMECTUMOCTBIO
9 mu1 BHOCAT 3 M1 aHanM3upyemMoi mMouu, A00aBisaioT 300 MKII KOHLIEHTPUPOBAHHOM
HCl, u BeiaepxkuBaroT 1 vac mpu 90°C. T UJIPONU3aT OXJAXKIAT 10 KOMHATHOW
temnepatypsl. K rugpommszary gobasisior 300 mxin ammuaka 10% - HOro BOJAHOTO U
AKCTPAarupyroT, Kak OMUCAHO HUXKE.
Bbinesienne BeulecTB, onpeaeiasieMbIX Mo mpoueaype 1, »KUIAKOCTH//KUAKOCTHOM
IKCcTpakumeil. B uncryro, cyxywo npobupky oobemom 10 mur BHecTH 3 T XJjopuaa
HaTpusi, TBepAbld Oydep Ha xoHumke mmatens 40-50 Mr u 3 M 3KCTPaKIIMOHHOM
CMECH.
¢ B npoOupky BHOCAT 3 MJI MOYM WJIM THAPOJIN3aTa MOYH.
e Jlo6asmsror 30 MKJI BHYTPEHHEro cTaHjaapTa audeHuaamuHa (pactBop «b»
koHueHTpanuen 20 Mxr/mn), korrneHTpamnus BC B mpo6e 200 ur/mut.
e DOxcrparupyiot 10 MuH Ha OpOUTATHLHOM IIEHKEpPE
e [lentpudyrupytor nmpu 3000 06/MuH 5 MuH.
® OTensitoT OPraHUYECKUi CIOM, MEPEHOCIT ero B MpoOUpKy oObeMoM 4 mi
nin B Metaunueckuil konnadyok TOX-LAB qns ynapuBanus u ynapuBaroT B
TOKE rOpsiYero Bo3jayxa (IKCTPAaKT HE MEepecylInBaTh, MPEKpalaTh ynapuBaHue
cpa3dy IIoclie UCYE3HOBEHHsS JKUAKOM a3bl). K ymapeHHOMYy »KCTpakTy
no0aBisitoT 70 MKJI TpUPTOPYKCYCHOTO aHTHAPHUAA, YKYTIOPUBAIOT KPBILIIKOM ¢
Te(DTOHUPOBAHHOW MeMOpaHOW, BCTPSAXMBAIOT PEAKIMOHHYIO CMeCh Ha
BHOpOMHEKcepe 2-3 cek, BoiepkuBaroT 30 MuH mpu 55°C, mociie 4ero ynausioT
OCTaTOK JIEPUBATU3YIOLIErO0 areHTa ynapuBaHUEM B TOKE Topsiyero Boszayxa. K
CyXOMYy OCTaTKy J100aBJsIOT 70 WMk a3THNANETara, BCTPSIXMBAIOT Ha
BUOpoMuKcepe 2-3 cex, 1 MK IpoObl BBOIAT B XpoMarorpad.
XpoMmaTo-Macc-clieKTpoMeTpudeckuii  aHanau3.  Xpomartorpadp U Macc-
CIIEKTPOMETPUYECKUN JIETEKTOP  BKIIIOYAKOT W HACTPAWBAIOT B COOTBETCTBHUU C
MHCTPYKIHEH 1o AKCILTyaTaluu u yCTaHaBIUBAIOT napameTpbl
XpomaTorpapupoBaHus u Macc-CIEeKTPOMETPUUYECKOTO J€TEKTUPOBAHMUSL.
['pagyupoBKy mpuOOpOB Ajisi MPOBEACHUS KOJIMYECTBEHHOTO aHAIM3a U BBIIOJIHSIOT



0 METOAY BHYTPEHHETO CTaHJIapTa COrJIaCHO HMHCTPYKUUMHU K Mpudopy.
Xpomarorpaduueckuil IMIMPUI] TEepe]] aHAIM30M U IOCJE€ aBHAJIMW3a MPOMBIBAIOT
JIBYMSI PaCTBOPUTENISIMU (TOIYOJIOM U allEeTOHOM), MO 5 pa3 KaXKJIbIM pacCTBOPUTEIIEM.
Ycaosusa I'X-MC anammza. Meron 1 “SCREEN”. TemnepaTtypHas mnporpamMmma
TepMoOCTaTa KOJIOHOK: HadanbHas Temieparypa 100°C ¢ n30TepMHYECKOI BBIAEPIKKOM
B TeueHHE IMHUH, C IOCIEAYIOIUM TEMIIEPATYPHEIM TpagueHToM 35°C/MuH 110
300°C ¢ M30TEPMHYECKON BBIAECPKKOM 15 MMH. AHajau3 B PEKUME MOCTOSHHOIO
napiaeHus rasza- Hocutens (Constant Pressure). B kadectBe rasza HocUTENs
UCTIONIB3YIOT Tenmuid Mapku «A». Temmeparypa wucmaputens XpomaTtorpada
cocrapysteT 270°C, ananmutrdeckoro uHTepdeiica (xpomarorpad/Macc-CreKTpoOMETP)
280°C. IIpoOy BBOAT B peXHMME ¢ JiejieHreM motoka (split) 1/10.
BpemeHna yaep:kuBaHusi OpeAessIEMbIX COCAMHEHUN (CM. MPUIIOKEHUE 4) MOJIy4YaroT
no Mmerony ¢uxcarmuu BpemeH yaepkuBanus (Retention Time Locking, RTL).
Hactpoiiky metoga RTL ocymiecTBisroT o AudeHuIaMuHy, MEHSsI TaBJICHHUE B y3Jie
BBOJIa TAKUM 00pazoM, 4TOOBl BpeMs yAepKHBaHUS Au(EHUIAMUHA B BHIOPAHHBIX
ycIoBusiX xpomarorpaduposanus coctaBuio 5.50+£0.03 muH.
Meton 2 “DOAS”. TemmnepaTypHasi mporpamMma TepMocTaTa KOJIOHOK: HaudalibHas
temreparypa 50°C ¢ H30TEpPMHYECKOM BBIAEPKKOH B TedeHne O0.5MuH,
MOC/IEAYIONIMM ~ TeMIepaTypHbIM — rpagueHtoM  99°C/muH 110 100°C ¢
M30TEPMUYECKON BBIAEPKKON 1 MUH, ¢ MOCIENYIOIIUM TEMIIEPATYPHBIM I'PAIUEHTOM
15°C/mun o 280°C ¢ m3oTepMHYECKOM BBIAEPKKOH 30 MHMH. AHAIM3 B PEKUME
MMOCTOSTHHOTO JaBjieHusa Taza- Hocutedad (Constant Pressure). B kauecTBe rasa
HOCHUTEJS UCIOJIB3YIOT TeIMid Mapku «Ax». TeMreparypa ucnapuTelss xpomaTtorpada
cocrapysteT 270°C, ananmutrdeckoro uHTepdeiica (xpomarorpad/Macc-CreKTpOMETP)
280°C. IIpoby BBOIAT B pexRHUME C JelieHreM moToka (split) 1/10. Hactpoiiky MeToza
RTL ocymectBasior no audeHUIaMUHY, MEHsISl JaBJICHHUE B y3Jie BBOJa TaKUM
oOpa3oM, 4TOOBI BpeMs yIepKUBaHUS TU(EHIIAMHHA B BBIOPAHHBIX YCIOBHUSIX
xpomaTorpadgupoBanus coctaBuiio 9.26+0.03 muH.
YcaoBus Macc-CleKTPOMEeTPHYECKOro AeTeKTHPOBAHMS. s
MHOTOKOMIIOHEHTHOU MICHTU(DHUKAIINY BEIIECTB 10 TporeAype 1 UCMOoIb3yI0T PEXUM
CKaHMPOBAHMS N0 NOJHOMY MOHHOMY TOKY (SCAN), mpu KOJMYECTBEHHOM AaHAIIA3E
TaK)K€ MCHOJb3YIOT PEXUM CKaHUPOBAHUS IO MOJHOMY MOHHOMY TOKY, a B Cilyyae
HEOOXOIUMOCTH ONpEeNeNieHus C TpeaenoM oOHapyxeHus Hmwke S0 Hr/mi
WCIIOJB3YIOT PEXXUM MOHUTOPHHTA IO BRIOpaHHBIM HOHaM (SIM).
AHaJIM3 B peKMMe CKAHUPOBAHMS MO NMOJHOMY HMOHHOMY TOKY. ‘3aJiep)KKa Ha
pacTBOpUTENb  BpeMs BKIIOUEHHUS KaTOJIOB M aHAJIM3aTopa MOCIe MPOXOKIEHUS IO
KOJIOHKE (PpOHTA paCTBOPUTEJS - Yepe3 3 MUH MOCJe BBOJIa TTPOOHL.
- Temmeparypa uctounuka nonos 230°C
- Temmeparypa anamuzaropa 150°C
- Jwuanmazon macc m/z 41-650 a.e.m.
- HampsixeHue Ha yMHOXUTENE: pe3yJbTaT, MOJIYYEHHBIH MPU aBTOMATHYECKOU
HacTpoiike o neppropoyrunamuny B pexxume ATUNE.




AHaaM3 B peXMMe MOHUTOPHMHIa 1O BbIOpaHHBIM HMOHaM  (SIM).
JlerexktupoBanre B pexkume SIM BBINOJHAIOT B ClOydasX, KOrja KOHIIEHTpAaIIMs
oTpeNieTIeMbIX BeIIeCTB HIke 25-50 HIr/Mi, Tpu 3TOM HACHTH(HUKAITUOHHAS
3HAYUMOCTh TOJYYEHHBIX pEe3yJIbTaTOB OYJET CYIIECTBEHHO HIKE, MOCKOIBKY
TIOJTHBIN CTIEKTp HE PUKcHpyeTcs. B kauecTBe XapaKTepUCTUIHBIX HOHOB MOTYT OBITh
BbIOpaHbl: 0a30BBIH HMOH MAaCC-CIEKTpa, MOJEKYJSIPHBIH HOH OIpeAeIsieMOoro
COCTMHCHUS WM ()PAarMEHTHBIA HWOH HaWOOJIbIICH WHTEHCUBHOCTH. BniOpaHHBIC
WOHBI JIOJDKHBI OBITh CHEIUGUUYHBI IS ONPEISIIeMOr0 COCIWHECHHS U HE
comepxatbcs B ¢oHe. Hambomee crienmmduynblii (11e7eBoOM, taget) MOH HCIOJB3YIOT
JUISi  KOJIMYECTBEHHOTO OMNpPEACJICHUs, JBa JAPYTUX HOHA HCHOJIB3YIOT IS
MOATBEPKICHUS MPABIWIIBHOCTH UICHTU(DUKAIIUH.

ITocienoBaTe IbHOCTH BHINOJIHEHUA H3MepeHHﬁ, KOHTPOJIb
JIOKHOITOJJIOKUTE/IbHBIX M JIOYKHOOTPHUIATC/IBHBIX PE3YyJabTAaTOB

[TocnenoBaTenbHOCTh BBIMOJIHEHUSI HW3MEpPEHUN 1o mnpoueaypam 1, 2, 3 Ha
XxpomaTtorpae C Macc-CeNEeKTUBHBIM JICTEKTOPOM TMpPU aHaIW3€ HKCTPAKTOB
OMOJIOTHYECKUX MPOO (MOYH):

1. Koutpoas ¢ona nmpudopa. Ilepen Hauarom pabGoThl aHAIU3 PACTBOPHUTEIS
(otunanerata) mo wmetonmy SCREEN nmns koHTpons ¢ona mnpubopa 1o
OTpeeIIIeMbIM BEIIECTBAM.

2. HonoxuTeabHbIA KOHTPOJb. AHann3 KOHTpoJbHOU Mouu (QC) coneprxkareid
M3BECTHBIE BBEJICHHBIC COJECPKAHUS OIpeAessieMbIX BellecTB Ha ypoBHe 100
Hr/mu o metory DOAS.

3. OTpuuaTeabHbId KOHTPOJIb. AHanu3 KOHTpoJibHOM Moun (BLANK) He
cojepKkaliei onpeaensemMbix Bemects no metoay DOAS.

4. Koutpoanb ¢ona npudopa Mexay nmpodamu. Mexay npoOaMu BBITTOTHSIIOT
aHanu3 pactBoputens (dtunarerarta) mo Mmeroqy SCREEN nns koHTpomns ¢oHa
npubopa Mo onpeneasieMbIM BEIIECTBAM.

5. IlocaenoBareibHOCTh NPHUMEHEHHsl OMOJIMOTEK  MACC-CIIEKTPOB s
00pabOTKM pe3yabTaToB JgaHa B Tabm 1 . Jnst  aBTOMaTU4eCKOM
uaeHTu(uKanuu B TEpBYHO odepeab mnpuMmeHsaioT AMDIS Oubnmortexw,
UMEIOIME BpEMEHA yAep:KUBaHUS oOlpenenseMblx coenuHeHuil. [lpu
OTPHUIIATEIILHOM pe3yJIbTaTe WASHTU(DUKAIIMK UCTIONIB3YIOT OoJee MoApoOHbIe
AMDIS 6ubmmoTekn He coaeprkalliue BpeMeH yaepKuBaHus. B sTom ciydae
P TOJIOKUTEIBHOM pe3yJibTaTe UACHTU(PHUKAIUU HEOOXOAUMO MOATBEPIUTH
MPaBWIBHOCTh HUIACHTH(PHUKAIMK aHAIM30M CTaHIapTHOro oobpasma. [lpu
ucrnoJyib3oBannu 6ubnanorek B PBM ¢opmate mist «pydHoi» uaeHTUDHUKAITUU
NPaBWIbHOCTh HWACHTHU(PHUKAIUU MOATBEPKAAIOT AHAIU30M CTaHAAPTHOTO
oOpasiia.

IIpu OTCYTCTBUM CTaHIApPTHBIX OOpPa3lOB COCTaBa JJIA MOJOXKHUTEIBHOTO KOHTPOJIS
MOTYT OBITh HCIOJIb30BaHbl  MPOOBI MOYM TMOJIOKHUTENbHbIE IO OIpeaesieMbIM
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BEILIECTBAM. YPOBEHb KOHIEHTPALMA B 3TUX MpPo0axX OLIEHUBAIOT OTHOCHUTENIHHO
BHYTPEHHETO CcTaHAapTa — qudeHuIaMHIHA.

Bo3MosKHBIE 0CJI0:KHEHHUST M CIIOCOOBI UX YCTpaneHus

CriocoObl OIEHKH COCTOSIHUS TPHOOpPa, OCHOBHBIE (DAaKTOPHI, BIUSAIONINE Ha
o0pa3oBaHUE JIO)KHOIOJIOKHUTEIBHBIX W JIOXKHOOTPHUIIATEIBHBIX PE3yJbTAaTOB H
pUEeMbl yCTpaHEHUs! HanboJiee pacpoCTpaHEHHBIX MTPOOJIeM JaHbl B Taduiie 1.

Tabnuma 1.

Han0oJiee paclpoCTPAaHEHHBIX HEUCITPABHOCTEHN U TPOOIEM.

OI_[CHKa COCTOSSHHUA XPOMATO-MACC-CIICKTPOMCTpPAa H© BBIABJICHHC

[IpoBepka mapameTpoB Meton Tunuaasie npoo6sembr|Criocod
KOHTPOJIA | IIpU OTPULIATENILHOM [yCTPAHEHUS
e3yJIbTaTe NPOBEPKU
[IpoBepka mapamMeTpoB Macc- CranpapTHas3arpsi3HEHUE Uuctka
CHIEKTPOMETPUUYECKOTO npoleaypa [MCTOYHHUKA MCTOYHHUKA
NeTeKTOpa HACTPOWKH [MOHOB, MOHOB
NIeTEKTopa |[HEMCHPABHOCTh
(atune JETEKTOpa
MSD)
[IpoBepka mapameTpoB macc- AHanu3 [Toreps [Tonpeska
CHEKTPOMETPUYECKON CUCTEMBI  [CTaHIAPTHONUPPPEKTUBHOCTH HAYaJIbHOTO
(xpoMartorpada u 1eTeKTopa)  [cMecu XpomaTorpapuuecKonlyyacTka
KOJIOHKH, KOJIOHKH WU
HEHCIIPABHOCTD 3aMeHa
XpoMarorpada KOJIOHKH

Tabnmuna 2. ®axkTophl, BIMSIONIME HAa OOpa30BAHUE JIOKHOIMOJIOKUTEIBHBIX H
JI0OKHOOTPUITATEIBLHBIX PE3YJIHTATOB.
DakTOphI [Ipobiema [Ipuunna |Meton Cnoco6
KOHTPOJISI yCTpaHEHUS
JloskHOOTpHIaTeibHbIe |CHUXEHUE pH mipoOb1  |AHanm3 3aMEHUTH
pe3yabTathl [lorpenHocTu [BrIXo1a BHE MMOJIOYKUTEIIBH [PEaKTUBHI,
ODKCTpaKIUU OPKCTPAKIIMU  |[TMara30Ha, [bIX MOCy1y,
mocJe KOHTPOJIBHBIX [[TOBTOPUTH
KHCJIOTHOTO Mpo0 MOYM  PKCTPAKIIHIO
CUIPOJIN3a (QC,).
HTeHCMBHOC
Th uka BC
HE MEHEe
70000 er.




[lorpemnoctu ynapusanusi|[lotepu Cnumkom  [To xe CHM3UTH
aM(peTaMUHOB [BBICOKAs TN TENBHOCTD
1 BEILIECTB, TeMIEepaTyp yIapuBaHUs.
OJIM3KUX UM M0 [a U Temmeparypa
JIeTy4ecTr UM TEJIBHOC yIIapUBaHUsI
Th He Bbime 75
yHapuBaHUs C,
(mepecymus [pEKpAIIATh
AHHE yapuBaHUE
PDKCTPaKTA) cpasy mocie
MCYE3HOBEHMS
PKUJIKOU
bpaxuu
[TorpemnocTn Hemonnas Hanuume  [ro ke, BpicymuTh
nepuBaTU3ALIU nepuBaTU3alys|BIary B [TOJIHOTY DKCTPAKT,
DKCTPAKTE |IepUBaTH3a [3aAMEHHUTH
1095051 epuBaTU3UPY
OLICHUBAIOT  [FOLMU arcHT
10
BHYTPEHHEMY
CTaHIapTy (HE
MeHee 75%)
Jlo:kHOMOJIO)KMTEIbHBIE [XUMHUYecKas [3arpsi3HEHH |AHamu3 [IpOoMBITE WK
[PE3yIbTaThI NaMATh s OCTaTKaMH|OTPULIATENb  [3aMEHUTH
[IIpULa [TPEBITYIIH [HBIX ITIPHLI
Hanuuue onpenensieMbix X P00 KOHTPOJIbHBIX
BerecTB B mpooe BLANK npod Mouu
BLANK).
HTEeHCHBHOC
b nuka BC
HE MEHEE
70000 er.
Hanuuwne onpenensgempix [(Xumuueckas (3arpsizHeHH (Lo xe 3aMEHUTh
BemecTB B ipooe BLANK [mamsiTh y3ma [ ocTaTkamMu TaliHep U
BBO/JIa MPUOOpa [IPEeABIAYLIN [OJINMEPHYIO
X PO0 MeMOpaHy B
y3JIe BBOJA
(centy)
Hanuune onpenensembix (3arpsisHeHus |[Hekauectse [To xe BBIMBITB
BemiecTB B mpooe BLANK xumudeckoli — |[HHas MoOMKa [MOCY/ly BOJIOU
MOCY/IbI MOCYbI c [TAB,
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KPBIIIKH

[TPOMBITh
PTAHOJIOM
Hanuune onpenensembix (3arpsizHenus ([lomamanue [To xe 3aMEHUTh
BeriecTB B mpooe BLANK peakTuBOB 1 [clIe/10B [PEAKTUBHI U
[pacCTBOPUTENEH OIIPEAETIEM [PacTBOPUTEIHN

bIX BCIICCTB
B PCAKTHBEI

3(1)(1)EKTI/IBHOCTI> HCI0JIb30BAHUA MeTUIIUHCKON TEXHOJIOTUH

CormnacHo CIOXUBIIENUCS MUPOBOM MPAKTUKE METOJIbI XPOMATO-MaCC-CIEKTPOMETPUHI
SBIIIOTCSL HanboJee CENEKTUBHBIMU U CHEIMUGUYHBIMUA TIPU TOJATBEPKIAIONIEM
UCCJEeIOBaHUU  OWOJIOTMYECKUX  OOBEKTOB  HA  Halu4he  HApKOTUYECKUX,
CWIBHOJECUCTBYIOIIMX M  IICUXOAKTUBHBIX BemecTB. OaHako, CyIIECTBYIOT
METOAMYECKHE MPOOJIEMbl MEIIAIONINE HAJIC)KHOMY ONPEACIICHUIO U MPUBOJAILINE K
MOSIBJICHUIO JIOKHOHTPUUATENBHBIX pe3yibTaToB. Omucanue npobdiieM U MyTH HuX
penieHus JaHbl HUXKE.

[Ipobaema 1.I1Tpu ucnonszoBanuu nporpamMmbl AMDIS OCHOBHBIMM HCTOYHHUKAMU
OIMMOOK HUICHTU(PUKALMK SIBISIOTCS TUIoXas (Gopma XpoMarorpauueckoro muka H
HaJIM4Me BBICOKMX KOHIIEHTpAaWid (POHOBBIX BEIIECTB, KODIIOUPYIOIMIUXCS C
LEJIEBBIMA KOMIIOHEHTaMH. [ yCTpaHEHMs 3THUX MEIIAIONIMX BIUSHUN aHAIU3
BBIOJHSAIM 10 4-M XxpoMarorpaduyeckuM MeroaaMm. Jlias 3Toro HaTUBHBIE H
NepUBaTU3UpOBaHHbIE AKCTpakThl B Buae TMC wim TAOA nOpou3BOIHBIX
aHaMM3MpoBanu 1o AByM xpomatorpaduueckum nporpammam SCREEN u DOAS B
pexuMax c JeneHueM u 0e3 geneHus notroka (Bcero 4 mpoueaypsl) [3]. I'maBHOM
3alayeid aHajaM3a 1O HECKOJBbKUM TMpPOLEAypaM — TMOJY4YUTh OIpPENesIeMoe
COCIMHEHWE B TOM MECTE€ XPOMAaTOTpaMMbI, KOTOpPOE€ CBOOOAHO OT (HOHOBBIX
CODKCTPAKTUBHBIX KOMIIOHEHTOB. IIOCKOJIbBKY B pe€ajibHBIX MOXET BapbHUPOBATHCS
COCTaB AHAOTEHHBIX U LIEJIEBBIX KOMIIOHEHTOB ITapaMeTPbl MEHSIIOT ITOCJIEI0BATENBHO.
JUis 3TOro amumkBOTHI MPOOBI C TUIAPOJIM30M, 0e3 ruaponuza, M3 HUX TOTOBAT
HaTtuBHble U JAepuBaTuzoBaHHble TPA u TMC sKcTpakTbl, KOTOpBIE 3aTeM
aHAM3UPYIOT 10 4 —M XpomaTtorpadudeckum MetonaM. [omHy0 cxeMy UCIONIB3YIOT
IIPU aHAJIM3€ HAa HEN3BECTHOE BELIECTBO WM MPU KOHTPOJIHHOM AHAJIN3E.
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NocnegoBaTenbHO U3MEHSEMbIE YCInoBUA I'IpOGOI'IO,EI,FOTOBKVI

[ X/MC-AMDIS ananu3a buonornyecknx oobLeKkToB
(OGbI‘-IHO MCNONbL3YHT ANA aHann3a Ha HEUM3BECTHOE BELWEeCTBO UMK Npwy nNnpoBegeHnn
npothTECTUPOBAHWSA - BHELLHETO KOHTpoNnsA nabopartopum)

0

JKCTpaKkumns
(LWenoYyHble, HenTparnbHbIe U KUCTble N3BNEYEeHNs)

¢ i g

TFA T™MS HatuBHble
Npon3BoaHbIe NPOun3BO4HbLIE 3KCTPaKTbl

g 3 J

BuicTpas nporpamma SCREEN SPLIT u SPLITLESS

U

Mnasras nporpamma DOAS SPLIT n SPLITLESS

0

BIOXX/MC/MC aHanus

Pucynok 2. [Ipumenenue merogoB I'X/MC ananu3za ¢ nociaeaoBaTesibHO
U3MEHSIEMBbIMU YCIIOBUSMHU.

W3mensemble I'X ycnoBus ams mporpaMMbl aBTOMaTHUECKON Macc-
1EKTPOMeTPHYECKOl JeKOHBOMIONNH U uaeHTupukamym (AMDIS)

AMDIS
HIeHTHpUKAI U
HEBO3MOKHA

'X-MC onpegeneHune knogenmHa B Mo4ye

«NJ1TaBHasA nporpamMmma»
50°C (0,5mMuH), 99° uH 100°C (1MuH), 15°C/MmuH, 280°C (30 MuH)
Ao = Abundanc

- Knodenun 2TMS

3 Scan 292 (6,49 mn) ClfL 3595 D\ data 15 (291} ()
‘‘‘‘‘ 38

CLONDINE ZTS

«BblcTpasa nporpamma»
100°C (1MuH), 35°C/MuH, 300°C (15 MuH)

I

w Uu” -
P W I
AR sanno

50 100 150

T
0 S50

NET 93

Pucynok 3. Xpomatorpammel (SCAN) npoObl MouM coaepskaiien KIohenrH.
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[Ipy  ucCmonb30BaHWM  «IIJIABHOW»  XpomaTorpaduyueckoil  MpoTrpaMMbl
HaOmonanu HanoxxkeHne Ha kiodenmuH 2TMS  COIKCTPaKTUBHOTO KOMIIOHEHTA,
mematoriero  AMDIS  uaentudukanuu. I[lpuMenenue «OBICTPOI» MPOTPAMMBI
MO3BOJIMJIO Pa3leNuTh NHUKA MEIIAIOLIEro KOMIOHeHTa M Kiodenuna 2TMS.
IIpumenenne 4-x npouenyp IO3BOJIUIO MOJIyYUTh HAJEKHBIE PE3YyJIbTaThI
UICHTU(UKAIMKA B HauOoJiee CIOXKHBIX CIydasX XpOMaTorpaduyecKux HaJIOKEHUH,
HaTpuMep, Ipu onpeeneHnu kiodennna B Moue B Buze TMC.

KoHTposb kauecTBa BHINOJHEHNS] M3MEPEHUI

Tabnuua 3. Bocnpou3BoauMocTh (PUKCHPOBAHHBIX BPEMEH YAEp>KUBAaHUA Ha

kosnoHkax HP-5SMS.

Berectso JIa0.1* [Jla0.2 JIa0.3 J1a0.4 JTa6.5 [cpennee |Ctang.
OTKIL.
Hukotnu 6.76 6.75 6.77 6.87 [6.79 0,06
KotuHuH 10.08 10.06 10.06 10.00 |10.05 0,03
Kodeun 11.10 11.13 11.11 11.06 |11.10 0,03
JTumenpon 11.38 11.37 11.37 11.37 (11.37 0,01
Kapbamazenun  |14.65 14.72 14.69 0,05
Metamderamun  [7.33 7.40 7.31 7.33 7.34 0,04
TDA
Tpamanon 12.07 12.08 12.08 0,01
Mopdun 2TDA  [14.10 14.18 14.13 14.15 14.09 |14.13 0,04
byTopdanon 16.76 16.81 16.79 0,04
RQTDOA
Konenn TOA 14.49 14.53 14. 14.50 0,03
[TanaBepuH 19.71 19.58 19.70 48 19.66 0,07

Tabmuma 4. Metposioruyeckie mapamMeTpbl METOJHMKH OIpEISICHUs BEUIECTB II0
nporeaypam 1, 2, 3 (cm. pazaen Onrcanue HOBOM MEIUITMHCKON TEXHOJIOTUH).

HwxHuii npenen oOHapy>KEHUSI BEIIECTB B PEXKUME

MHOT'OKOMIIOHEHTHOI'O aHaJIu3a IOJHOIO
ckaaupoBanusa ¢ AMDIS unentudukanueit

70 vr/ma (mopduH,
amdeTraMuH, TUa3ernam)

HwxHuii npenen oOHapy»KEHUS BEIIECTB B PEKUME

MOHUTOPHUHTA BHIOPaHHBIX MOHOB SIM mpu

10 ar/™mMan (mopduH,
TeTparuIpoKaHHAOMHOIOBAs

KOJIMYCCTBCHHOM OIIPCACICHUN KI/ICJ'IOTa)

BocnpounsBoauMocts GUKCHPOBAHHBIX BPEMEH +/- 0.05 mun

yAEpKUBaHUS IPU UX NIEPEHOCE C MpUOopa Ha
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| iprGop |

AKTBI BHeIpeHUS

O} heKTUBHOCTH METOANKHU MTOATBEPKICHA aKTaMU BHEJIPEHUS OT CIICTYIOITUX
OpraHu3aIui:

l.

XHUMHUKO-TOKCUKOJIOTUYECKasi  J1abopaTtopus SpocnaBckoil  oOnacTHOU
KJIMHUYECKOW HAPKOJIOTHYECKON OONBHUIIBI.

2. XUMHKO-TOKCUKOJIOTHUecKass Jjabopatopusi ~ Hapkosoruueckoro nucraHcepa
[IckoBckoii obacTy.

3. XUMHKO-TOKCUKOJIOTHYECKAs nabopaTtopusi CapartoBckoil  00J1acTHOM
ncuxuatpudeckoi 6oapHuIbI CBsiTo Codun.

4. XHUMHUKO-TOKCUKOJOTHYECKAs nabopaTopus orys «OpJtoBCKHi
HapKOJOTUYECKUMN TUCTIaHCEP».

5. CyneOHo-xuMuueckas nabopatopusi OI'Y3 «bropo cyneOHO-MeIUITUHCKOM
3KCIEpTU3bl» I. benropoxa

6. CyneOHO-XuMHUYECKas naboparopusi Pecmybnukanckoro Oropo cyneOHo-
MEIMITMHCKOM 3KcnepTu3bl, Pecybnuka TatapcraH, r.Ka3anp

7. CynebHO-XuMHUYeCcKas naboparopusi ['Y3 «Kamyxkckoe o0mactHOe OrOpo
CyneOHO-MEeIUITMHCKON dKCTIepTu3nl» T. Kamyra

8. XMMHUKO-TOKCHUKOJIOTHYECKas nabopaTopust Cypryrckoro KJIMHHUYECKOTO
MICUXOHEBpOJIOTHUEeCcKOoro  aucnancepa. r. Cypryr, XaHTbl-MaHcuiickuii
ABTOHOMHBINU OKPYT.

9. Xumuko-Tokcukonoruueckas jadoparopusi DV «1080 LlentpanbHblii BOCHHBIM
rociiuTasib» 12 I'Y MO PO, r.Ceprues-Ilocang MockoBckoit o6macT.

10.CynebHo-xumMudecKas naboparopuss 'Y bropo cyneGHO-MeAUITMHCKON

skcniepTussl, Pecmybnmka Caxa (SIkytus) r. SIKyTCK.

[1.OI'YII «/AHTHIONIUHTOBBIN LIEHTP» I'. MOCKBa.

Cnmcok JiuTepaTypsl

1. CaBuyk C.A.Cucrtema ynaneHHON UASHTU(PUKALMY U PACO3HABaHUSI OOBEKTOB
cinoxkHoro cocraBa . Ilarent Ha m3oOperenue (19)RU(11) 77474 (13) (51)
MIIK GO6K 17/00 (2006.01). Jlata Hauyama cpoka JAEMCTBUS IaTeHTa
15.07.2008. OnyoaukoBano 20.10.2008 bromn. Ne29.

2. CaBuyk C.A., Yubucoa M.B., AmnmononoBa C.A. Amnoxun JI.A.,Criocob
BBISIBJICHUS! HEU3BECTHBIX BEIIECTB B OMOJOTHYECKUX KHUAKOCTAX MAIMEHTOB,
MPUHUMABIIIHX HApPKOTHYECKUE 170031 NICUXO0AKTUBHbBIE BEIIECTBA.
[TonoxurensHoe  pemenue or 05 wMas 2010 r. mno  3asBke
2009109664/28(013081) ot 18.03.2009.

3. CaBuyk C.A., AmnononoBa C.A.Crioco0 upaeHTUGUKAIMU HAPKOTUYECKUX U
MICUXOAKTUBHBIX BEIIECTB B OWOJIOTMYECKUX KHUAKOCcTax IlareHT Ha
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nzobperenue RU 2390771 C1 MIIK GOIN 30/86 (2006 01) npuoputer oT
05¢espans 2009 r. Ony6aukoBano27.05.2010 Grom. 15.

4. “Reconstructed Mass Spectra, A Novel Approach for the Utilization of Gas
Chromatograph—Mass Spectrometer Data”, Biller, J.E.; Biemann, K. Anal.
Lett. 1974 7 515-528.

5. “Spectral Deconvolution for Overlapping GC/MS Components” Colby, B. N.
J. Amer. Soc. Mass Spectrom. 1992 3 558-562.

6. “Software-Based Mass Spectral Enhancement to Remove Interferences from
Spectra of Unknowns”, Herron, N.R.; Donnelly, J.R.; Sovocool, G.W. J. Amer.
Soc. Mass Spectrom. 1996 7 598-604.

7. “Automated Extraction of Pure Mass Spectra from Gas Chromatographic /
Mass Spectrometric Data”, Pool, W.G.; Leeuw, J.W.; van de Graaf, B. J. Mass
Spectrom. 1997 32 438-443.

8. “Extraction of Mass Spectra Free of Background and Neighboring Component
Contributions from Gas Chromatography/Mass Spectrometry Data” Dromey,
R.G; Stefik, M.J.; Rindfleisch, T.C; Duffield, A.M. Anal. Chem. 1976 48 (9)
1368-1375.

9. “An Evaluation of Automated Spectrum Matching for Survey Identification of
Wastewater Components by Gas Chromatography-Mass Spectrometry”
Shackelford, W.M.; Cline, D.M.; Faas, L; Kurth, G. Analytica Chim. Acta 1983
146 25-27.

10. “Improvement of Algorithm for Peak Detection in Automatic Gas
Chromatography-Mass Spectrometry Data Processing” Hargrove, W.F.;
Rosenthal, D.; Cooley, P.C. Anal. Chem. 1981 53 538-539.

11. “Optimization and Testing of Mass Spectral Library Search Algorithms for
Compound Identification” Stein, S.E.; Scott, D.R. J. Amer. Soc. Mass
Spectrom. 1994 5 859-866.

12.b.A.  Pynenko, C.A.CaBuyk, E.C.bpoackuii. Xpomartorpaduueckoe
ompeneneHue 00e300MMBaONIMX HapkoTuueckux cpeacts (063op) Kypnan
Anamutuueckoit Xumuu 1996 TS51. N2. 182-201

13.H.B.Becenosckas, C.A.Capuyk, b.H.130T0B, CBoiicTBa u a”HaJu3
onuouAHOro aHajasreruka Tpamanona (O630p)  Bompocsl Hapkoioruu 1998,
No2 C. 41-53

14.C.A.CaBuyk, H.B.BecenoBckas, E.C.Bpoackui, A.A.DOpMaHOBCKUH,
B.B.Yucrskos, b.H. U3otoB, [Ipumenenune xpomarorpaguu u XxpoMaTomMacc-
CIIEKTPOMETPHUH TS U3yYeHUsT PapMaKOKMHETHKU U MeTaboau3Ma mpomnodoia,
kiodenuHa, peHnukIuauHa u Tpamaaoia (063op) Xum.-Oapm. XKypaan 1999,
Nel0, c. 29-52.

15.H.B.Becenosckas, C.A.CaBuyk, b.H.M30T0B Xpomarorpaduueckuii anamus
(beHIUKIUANHA, €r0 META0OJUTOB U AHAJIOTOB B OMOJIOTMYECKUX JKUIKOCTSIX
(0030p) //Cynebno MeauuuHcKas sxkcnepTusa 1999 r., Ne2 ¢.20-25.

16.C.A.CaBuyk, A.H.Benenun I[Ipumenenune mnporpamMmbl (UKCAIIUA BpPEMEH
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YACpKUBAHUS TP  XPOMATO-MACC-CIIEKTPOMETPUYECKOM  ONPEIEICHUN
aHanu3upyembIx BenlecTB Poccuiickuii xumudeckuid xxypHan(2K.Poc.xum.00-Ba
um. JI.M.Menpgeneena), 2003, T.XLVII, Nel, c.141.

17.C.A.CaBuyk, E.A.Cumonos, B.N.Copokun, O.b.[Joporokynen, A.H.Benenun.
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IMpunoxenne 1.

Ilepeyenn 0MOIMOTEK MACC-CIEKTPOB, MCIOJIb3YeMbIX /151 HIeHTU(QUKATMU
BeleCTB, OTHOCAIIMXCH K HAPKOTHYECKUM CPeACTBaM, ICHXOTPONMHBIM 1
CIJILHOJEHCTBYOIIMM BellecTBaM

HazBanue dopmar s kakont  [locnenoBaTenbHOCTH
OuOIMOTEKH MPOIEYPbI HCTIOJIb30BaHUS
ucnonb3oBath | AMDIS oubnmorex
MPU aBTOMATUYECKOU
WUIeHTU(DUKAITIN
SAV_27R AMDIS ¢opmar, 350 1,2 1
BEIIIECTB C BpEMEHAMU
yACP>KUBAHUS
SAV_stim02 1,2 2
SAV_TMS 3 1
PMW_TOX3 AMDIS ¢opmar, 6360 1,2,3 2
CIIEKTPOB
INIST 08 PBM dopwmart, 175 000 1,2,3 TonbKO TS
CIIEKTPOB «PY4HON»
yeHTU(DUKAITAN
PMW_TOX3, 2007[PBM ¢opmat, 6360 1,2,3 TonbKO TS
CIIEKTPOB «PYYHON»
UIeHTU(DUKAITAN
Wiley 7n PBM ¢opmat, 392086 1,2,3 TonbKo IS
CIIEKTPOB «PYYHON»
UIeHTU(DUKAITAN
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IIpunoxenne 2.

O6GopynoBanue 0011e;1a00PATOPHOTO HA3HAYECHUA U PEAKTUBBI

No Tun o0opyaoBaHus
/o
ABtomatnueckue nuneTkd BMecTUMOCTh0 200-1000 MKJI ¥ HAKOHEYHUKH K
1. HUM.
ABTOMaTH4ecKue nuneTku BMecTUMOCThI0 10-100 M. Y HakoHEUHWKH K
2. HUM.
Muxkpommpuiisl  xpomatorpadudeckue Ha 10 mxn Hamilton,  Agilent
3. Technologies 17151 aBTOMHXEKTOpA.
Buanel cTekiIsHHBIE ¢ 3aBHHYMBAIOMICHCS TPOOKOM W Te(IIOHHPOBAHHOM
MeMOpaHO BMECTUMOCTBHIO 2 MJI ([Isi pabOThl C aBTOMHXKEKTOpoM) Agilent
4. Technologies, Thermo.
Buanel cTeknsHHBIE ¢ 3aBHHYMBAIONICHCS TPOOKOM U TePIOHHPOBAHHOM
3. MeMOpaHoit BMecTUMOCThIO 4 M1 Agilent Technologies.
Buasr CTEKJITHHBIE c 3aBUHYMBAIOIIEUCS MpOoOKO 151
TedaoHUpoBaHHOW MeMOpaHOi BMecTUMOCTBHIO 9 M (16 mm x 100 Mm) unu
6. skcTpakironnbie mpooupku TOXI-LAB Tubes A-100.
7. CrexysiHHAs MepHas Koja0a BMECTUMOCTHIO 10-mit.
8. CTeKJISIHHBIN MEpHBIN HUIUHAP BMECTUMOCTHI0 100 M1t
9. JlaGopartopHsble mTatuBbl NoJ BUaibl 16 mm x 100 MM
Brimapusarenbubsie  yamku-konnadykn TOXI-LAB (MOXHO 3aMEHUTH
10. BuasamMu Agilent Technologies BMeCTUMOCTBIO 4 MiI).
IToncTaBka 111 paboThl C ATOMUHUEBBIMU BBINAPUTEIIHBIMU YalllKaMU-
konnaukaMu TOXI-LAB Omega-12 (MOXHO 3aMEHUTh METAITMYECKUM
11. 7a00pPaTOPHBIM MITATUBOM TOJT BUAJIbl BMECTUMOCTBIO 4 MIT).
12. Becwl ananutnueckue npenenom uzMepenus 0.1 mr.
13. [entpudyra nadoparopnas, 3-6 Teic 00/MUH.
14. | lenrpudyra naboparopras, 14 Teic 06/MHH.
[Matponsr mist TBepaodaznoit sxctpakiuu AccuBONDII EVIDEX 3 mn/200
15. mr. Agilent Technologies.
YerpolictBo st TBepAo(}a3HOW JKCTPAKIMK, BKIIOUAIONIEE INTATUB IS
NaTPOHOB (KapTpupKei) 1isi TBepAo(da3HOW SKCTPAKIMU C PEryIsiTOPOM
BaKyyMma, MpeIOXpaHUTEIbHBIM KJIallaHOM C BaKyyMHbIM MEMOpPaHHBIM
16. HacocoMm, obecneunBaromuii Bakyym (20 mm. Pt. Ct.)
17. YapTpa3BykoBasi OaHsi MOIIHOCTHIO HE MeHee 240 BT.
18. [Ieitkep opOUTATHHBIN
19. | Bubpomukcep
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20. OmibTphl nosmMepHbie 0.5 MKM 17151 GUIBTPAIIMU SKCTPAKTOB

21. ®deH 1a00paTOpHBIN MOIHOCTHIO HE MeHee 800 BT.

22. 150,100, 250, 500, 1000 mur.

JlabGoparopras mocyna Shott Duran (kBagpaTHBIC CTCKISHHBIE OyTBIIN JIJIS
PEaKTHBOB) C TUIACTHKOBBIMHU 3aBHHUMBAIONIMMHUCS MTPOOKaMU BMECTUMOCTHIO

23.

BcTraBku B BHaJIbI, Conical Inserts with Polymer Feet

250 uL glass inserts with polymer feet and mandrel interior 100/pk 5181-1270

JHepuBatusupyromue arentsl st ' X-MC ananusa

HaumenoBanue

Ca. U3M.

Kox-Bo Ha
1 agamus, MKiI

[TerTadgTOpIIPOTMOHOBBIH
anruapu, pentafluoropropionic
anhydride, PFPAA

M

100

[TentadToprpomano.
Pentafluoropropanol .

M

50

TpudTopyKCyCHBIN aHTHUAPUI,
trifluoroacetic anhydride, TFAA

M

100

N,O —6uc(TpuMeTHICHIUI—
tpudropareramus, N,O-
bis(trimethylsilyl)-
trifluoroacetamide) with 1%
Trimethylchlorosilane, BSTFA +
1% TMCS nnu

N-meTtun (N-TpUMeTUICHITAITI—
tpudTopaneramua, N-methyl(N-
trimethylsilyl)-trifluoroacetamide,
MSTFA *

*[Ipn Hamu4uu B TabopaTopun
OTJIETILHOTO TIPUOOpa IS
MPOLEAYPHI OMPEAETECHUS BEIIECTB B
Bujie TMS npou3BogHBIX

M

100

YKCYCHBIN aHTHJIPUJT

M

100

ITupuaun

M

100

Beta-rimrokyponugasza
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PactBopurenu u peaktusbl i I X-MC ananuza

KomnmuectBo
Ha 1000 ananu3oB

HaumenoBanue En. uzm.

I'enuii Mmapku «A». 99.995% TV 51-940-80 bamnon | 0.4
Mertanon qiist BOXX (HPLC grade) 0.6
ITpomanon-2 «<OCY 13-5» I 0.9
Ienrran X4 1 0.9
Orunanerar X4 1 0.9
M3ookTan (Tpumerunmentan) XY I L5
Metunen xnopuctsiiit X4 «Lichrosolv» 1 2.1
1,2-JIuxnopatan a 0.9
Harpus xopun 4.1.a. KT 1.5
AneToH 0.1
Tomnyon 0.1
Kapb6onat Hatpust u.z.a. KT 0.2
bukapOoHat HaTpus 4./1.a. Ny 0.2
I'unpokcun Hatpus u.j.a. KT 0.6
Kucnora conmsaas X4 0.6
Ammvuak 10% BOIHBIN 0.6
Judbennnamun >99% 0.1

IIpunoxenne 3

Metoauxa onpenenenusi 11- Hop —aeabra- 9-kapookeu TI'K B moue

PeakTuBbI
Jnst menounoro ruapoiausa ucnonb3yroT NaOH win KOH.
1. 5N pactBopa eakoro Hatpus — 200r/:1.

[Tpurorosnenue SM. K 2r NaOH no6aBinstoT nuct. Boay 10 oobema 10 mit.
[Tpurorosnenue SM KOH. K 2.8r KOH no6aBnstoT nuct. Bogy 10 oobema 10 mit.

IlpuroroB/jieHHe CTAHJAAPTHBIX PacTBOPOB (cMeceid). VcxomaHblil cTaHAapTHBIN

pactBop 100 mxr/mi 11- Hop —nenbra- 9-kap6okcuTI'K B metanone.

Bba3zoBblii cranaapTblii pactBop kapookcn-TI'K (10 mxr/mo) B MeTaHoJIe.
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K 900 wmxn meranona go6aButh 100 Mxn ucxogHoro pactsopa kap6okcu-TI'K (100
MKT/MIT).

Nmu K 450 Mk metanona nqo0aButh S0 MK McxoaHOro pactBopa kapOokcu-TI'K
(100 mMxr/mom).

Ba3osblii cranaaptablii pactBop kapookcu-TI'K (0,1 mxr/mur)
K 10 mi metanosa no6asuth 100 M pactBopa 10 MKr/mi.

N k 1.5 mut 15 mxit p-pa 10 Mxr/mo.

Kanu6poBounsie pactBopbl kapookeu-TT'K

a. 6 ur/ma Kapookceu-TI'K-kanudpaTrop.

1) Buectu 9.4 mMi1 Mouu B 10-MJ1 CTEKJITHHYIO MEPHYIO KOJIOY.
2) Ho6asuts 600 Mk pactBopa kapbokcu-TI'K (0,1 Mxr/m).

b. 15 ur/ma Kapooken-TI'K-kaau6parop.

1) Buectu 8.5 M moun B10-MI1 CTEKISTHHYIO MEPHYIO KOJIOY.

2) Ho6asuts 1500 mxn pactBopa kapookcu-TI'K (0,1 mxr/mn).

3) JloBenute 00beM 10 MeTKH (10 mMi1) MOYOIA.

¢. 50 ur/ma Kapooken-TI'K-kanubparop.

1) Buectu 10 ma mouu B 10-mi1 cTeKISIHHYIO MEpHYIO K010y, OToOpaTh 1
OTOpPOCHUTH aBTOMaTHYECKUM J103aTOpOM 50 MKJI MOYH U3 TPOOUPKHU

2) Ho6asuth 50 mxn pactBopa kapookcu-TI'K (10 mxr/mi).

d. 100 ur/ma Kapookcu-TI'K-kanudpaTrop.

1) Buectu 10 ma mouu B 10-mi1 cTekIIsiHHY10 MEpHYIO K010y. OToOpath u
0oTOpOCUTH aBTOMATH4YECKUM 103aTopoM 100 MK MOUYHM U3 MPOOUPKHU
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2) Ho6asuts 100 Mk pactBopa kapookcu-TI'K (10 mxr/mi) B 10-M1 MmepHYI0 K010y .
e. 150 ur/ma Kapookcu-TI'K-kaau6parop.

1) Buectu 10 ma mouu B 10-mi1 cTeKIISTHHYIO MEpHYIO K010y, OToOpath 1
OTOPOCUTH aBTOMATUYECKUM J103aTOpoM 150 MK MOUU U3 MPOOUPKHU

2) lo6aBbTe 150 M1 pactBopa kapookcu-TI'K (10 Mxr/mi) B 3ty 10-M11 MepHYIO
KOJIOY.

IMoaroroBka mpoodbI

I'mapoam3s: x 3 M moun g006aButh 0.5 mu SN pactBopa NaOH, BbiiepxuBath
npu 50°C B Teuenue 20 MUHYT.

Boiesienue onpenesisieMbIX BeHIECTB KUIKOCTHOM IKCTPAKIIMEH.

['upponuzatr moakucnsaotr a0 pH 2-3 nmo6asnenmem  250-350 MK KOHII.
COJISHOM KHUCJOTBI, 3KCTParupyloT 3 MJ CMECH HW300KTaH-3TWianerar 7:1 Ha
opbutanbHOM mIelikepe 5 MuH, ueHTpudyrupyotr (3 mun npu 3000 o6/muH),
OTOMpAIOT BEPXHUW OPTraHUYECKHH CJIOH, JO0aBISIOT 30 mxan p-pa BC
mudenniaMuaa B anieToHuTpusie Kouil. 20 mxr/mi (o koui. BC B mpo6e 200 Hr/mi),
yHapuBalT B BAKYYMHOM KOHILIEHTPATOPE U AEPUBATUZUPYIOT.

JMepuBaTuzanus. (Bapuant 1). AlknjinpoBanue/aneTnJnpoBaHne
nenragropnponnoHoBslii anruapuja (PFPA) + nenragropnponanona (PFPOH)

K cyxomy octatky mo6aButh 50 mxi PFPA u 25 mxn PFPOH, BeiaepxuBaTh
30 mun ipu 90°C, ynaputh 0CTaTOK peareHta pactBoputh B 100 MK sTrnanerara. 1

MKJI B XpomaTorpad.

JepuBaTusanus. (Bapuant 2). CuaunupoBanue. K cyxomy octatky n00aButh 70
vk BSTFA Boeimepkars 30 mun mpu 70°C, 1Mk B xpomaTorpad.

Ycaosusa I'X-MC ananuia

VYcnosust aByx BapuantoB I X/MC xpomatorpadupoBaHusi U JeTEKTUPOBAHHUS
TEeTParupOKaHHAOMHOJIOBOM KUCIOTHI B MOYE MPE/ICTABIICHBI HUXKE.

1. Onpenesienne TeTparuAPOKAHHAOUHOI0BOI KMCJIOTHI B BH/Ie IPOU3BOJTHOIO C
NneHTaQTOPNPONUOHOBBIM AHTUAPUAOM U MEHTAGTOPNPONAHOJIOM
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Metoa 1 SCREEN: 100°C(1 mun) 35°C/Mun300°C (15 muH).

Juamazon Mmacc m/z 41 — 650 a.e.m.

Xapaxkrepuctudeckue nonnl JJDOA-PFP m/z 315, 222, 167 Bpems ynepxkuBanus 5.20
MUH

Xapakrepuctnueckue uoHel TI'K-COOH-PFP m/z 607. 622, 459 Bpems
yaepxuBaHus 7.68 MuH

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

Bpewms yaepxkusanust JIOA- PFP 9.00 mun

Bpewms yaepxkuBanus TI'K-CCOOH-PFP 14.49 mun

2. OnpenelsieHne TeTPAruApOKAaHHA0ONHOJI0BOM KMCJI0THI B BH/ie IPOU3BOJAHOIO C
BSTFA

I'X-MC Metox 1: 100°C(1 mun) 35°C/Muur300°C (15 mun).

Juamazon Mmacc m/z 41 — 650 a.e.m.

Xapakrepuctuueckue wuoHbl TI'K-COOH-TMS m/z 371, 472, 488 Bpewms
yaepxxuanus 9.41 mun

Metoauka onpeaejaeHus: KiIogeJauHa B MoYe

BBoa BuyTpennero cranaapra. K 3 mu npo6s1 Mmoun nobasmistor 30 mxi p-pa BC
nudeHnnaMunaa B anierouutpuie konil. 20 mxr/mi (kouil. BC B mpo6e 200 Hr/mim).
Broiesienue onpeaesisieMbIX BelleCTB KHIAKOCTHOM dkcTpakmueii. K 5 My mpoOsI ¢
BBegeHHBIM BC mo6asmstor 300 Mk 25% Boanoro NH4OH u skctparupytor 10 mi
CMECH TeKCaH — U301pomnanoin 9:1, neHTpudyrupyroT, NepeHoCAT OPraHMUEeCKU CII0M

B BUAJTy BMECTUMOCTHIO 10 MJI M yITapuBaroT 3KCTPAKT.

IMonyuenne mpousBoaHbix. K cyxomy skctpakty mobamistor 70 mxin (BSTFA),
BeiiepkuBaioT 30 mus mpu 70°C,1 MK Tpo6bI BBOIAT B XpoMaTorpad.

Yeaosus I'’X-MC ananuza. I'X-MC Metox 1 SCREEN: 100°C(1 Mun)
35°C/mun300°C (15 mun).

Jwnamazon macc m/z 41 — 650 a.e.m.

Xapakrepuctunueckue noHsl JJOA-TMS m/z 201, 255, 270 Bpems yaepxxuanus 2 .73
MuH. Xapakrepuctuueckue nonsl KJIIOOEJIMH-TMS m/z 266, 301
KIIO®EJIMH-2TMS m/z 338, 373 Bpems yaepxxuBanms 6.40 MuH

N3 BSTFA na xnodenun MoxkeT HakiaabiBaeTcst HOH m/z  379.

[Ipumeuanue: nust nepuBatu3anuu  KJIogeIrnHa MOXKHO HCIOJB30BaTh peakTuB N-
Methyl-N-(trimethylsilyl)trifluoroacetamide (CAS 24589-78-4). Hepuat
KIIO®EJIMH-2TMS m/z 338, 373 Bpems yaepxkuBaums 6.40 MuH.

[Ipumedanue: Ha KIOQEIMH MOXKET HaKIAIbIBaeTCS (POHOBBIN MUK ¢ OA30BBIM
MOHOM m/z 325 (U3 peaKkTuBa).
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IMpunoxenne 4.

Ilpumep BeliecTB pa3JIMYHBIX TPYII, ONpeae/sieMbIX N0 npoueaype 1

Llenesble BelwecTBa RT m/z, B CKOOKax MHTEHCUBHOCTb
DOAS,
MWH
1. A8-Tetrahydrocannabinol, 15.46 314(160)299(20)271(90)258(100)
231(270)193(6 )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 5¢
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(2
0)
20. Aminochlorbenzophenone TFA 12.21 1804325835327 7132923
21. IAminochlorbenzophenone TFA 12.17 180 40 258 37 327 70
22. AmltrlptylanXIde -(CHS)ZNOH 15.12 204 31 219 39 232 190
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 9149189714049
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. ANALGINE MET. 12.34 56(100)84(75)203(90)
31. ANALGINE-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. ANDROSTERONE 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)
38. Barbital 8.20 141(94)156 (100)
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39. BENZOIC ACID 4-AMINO-2- 12.56 86(100)99(45)120(25)
DIETHYLAMINOETHER

40. Benzphetamine TFA 11.23 91 100 148 o

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

42. Bromantane TFA 13.00 24710034320 3605, 402 54

43. Bromantane-M(OH) TFA 14.94 247 35 269 § 515 ¢

44, Buthorphanol (stadol)2TFA 14.76 350 39 351 g 464 199465 54

45. Buthorphanol (stadol)-M TFA 15.91 3504 414 17 464 100 465 2

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)2
02(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. Cannabinol, 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 93174 1090 218 2

58. Carphedon 2TFA 9.63 270 100 290 5 367 »7

59. CARPHEDON Nitril 11.60 104 100 173 3200 34

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

61. Cathine TFA 6.40 1404002035230+4

(orpseudoephedrine TFA)

62. Chlorphenamine-M (bis-nor-) AC 13.90 167 41 203 61 216 199218 34

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

64. Chlorpheniramine 12.41 167 29203 190 205 33

65. Chlorpromazine 16.12 232 272 13274 5318 2,320 ¢

66. Chlorpromazine 16.00 58 100232 9 272 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 12540023053 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 8200182962729
30359

74. Cocaine 13.80 303(10)272(5)198(5)182(550)94(250)82(6
00)

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)

77. Codeine TFA 14.49 282(100),395(70),266(15),225(15)
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78. Cropropamide 8.98 6975100407168 33

79. Crotethamide 8.44 69628610015433

80. Desomorphine 14.17 214 35 228 17 256 15 270 33271 190

81. Desomorphine TFA 13.213 324 18 350 12 352 18 367100

82. Diazepam 15.58 221,7,25610028390283(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 58 100 165 2 189 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 110041 541002443

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. Ethylephrlne TFA 8.04 1 26281 5410021 73

95. Ethylmorphine 15.39
313(100)284(25)256(15)243(20)214(25)1
62(45)

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

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

98. Fenazepam-Hy TFA 13.51 224 o8 226 28 336 {7 405 40 407 49

99. Fenfluramine TFA 7.63 140 31 159 17 168 100

100. Fenproporex TFA 10.09 118 59 140 44 152 13 193 199

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 0.67 127 (33) 154 (27) 189 (100) 191 (33)

105.  [Heroine, 17.29 369(140)327(200)310(110)268(150)215(7
0)204(65)

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

107. Hydrocodone 15.72 242 51243 33 270 11 284 13299 g9

108. Hydromorphone TFA 14.83 325 74 352 16 381 100

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

110.  |ISTD DPA 0.07 169100 168 63167 33

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

112. Levorphanol TFA 12.33 150 71 285 81 352 84 353 100
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113. MDA TFA 9.35 135 199 162 49 275 13

114. MDA-M/precursor-3 7.86 105,135 100 136 10 178 23

115. MDMA TFA 10.40 1544901627,92895

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

117. Mefenorex TFA 10.26 118 44 140 49 216 190 218 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 181490194333073,

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)29
4(5)

123. Methamphetamine 5.13 58(100)65

124. Methamphetamine TFA 7.35 110,511832154109154(100)118(45)110(50)
91(23)69(20)

125. Methaqualone, 13.52 233 30 235 100 250 3,250(30)
235(100)217(5)207(5)143(5)132(10)

126. Methorphan 13.38 171 39 214 44 271 100

127. Methoxyphenamine 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 1804901505

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

133. Morphine 2TFA 14.10 364 100477 o5

134. Morphine mono-TFA 14.44 268 1090 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 40 436 29 492 19 533 100

139. Naltrexone-M TFA 14.40 518 73 534 51 632 4

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 7833 106 100 1 7746

143. Nitrazepam 18.85Doas 206 234 253 264 280

144. Nordazepam 241 g9 242 199 269 g7

145, Norephedrine TFA 6.34 140400203523044
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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)

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. Oxazepam 14.80 205 9 233 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)9
1(30)

157. Phendimetrazine DPATFA 9.13 [85 9 117 7191 435

158. Phendimetrazine 7.950 191(15)117(10)105(10)85(90)70(15)57(10
0)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. phentermine 4.968

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

163. Phenylephrine TFA 8.18 140400328,342 3

164. Prolintane 9.51 126 190 174 ¢

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

166. Promedol (Trimeperidine) 11.14 186 100 201 18

167. Propoxyphene 13.54 58 10091 41153117 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 7.52 110,41541902445

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 141141001 1510

175. Sibutramine-M (bis-nor-) TFA 10.90 13737165100263 ¢

176. Sibutramine-M (nor-) TFA 11.92 1405815435196

177. Sidnocarb TFA 14.36 91400 11959 23045 2995

178. Sinephrine TFA 8.17 14010032815 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)11
0(15)97(100)84(22)

181. Trifluopeazine 17.62 407(80)306(30)280(20)266(30)248(30)14
1(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 100198 19 252 7298 5
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185. Tropacocaine 12.05 245(30)140(10)
124(100)105(20)
94(40)82(80)67(20)42(23)

IIpunoxenne S.
Ipumenenue metoaoB I'X-MC u BIKX-MC/MC niis onpeeieHus HAPKOTHYECKHX BellleCTB
B B0JI0CAX
1Cau?.qu C.A,, ’Hukutuna H.M.,, 33yJ1aeBa A.C, *HecmesnoBa H.NA., *KoncrantunoBa C.I.
1 — HaumoHanbHbI HAyYHBIA HEHTP HapKoiaoruu M3.
2- Hapkonorudeckuii aucnancep IIckoBckoii o0macTu.
3- 'opozackoe Oropo cyneOHO-MeAUIMHCKON 3KcriepTu3bl, MockBa.
4 — Bropo cyneOHO-MEIUIIMHCKOM IKCIEePTU3bI, SKYTCK.

K oOHapyxeHHio BeliecTB B 00pa3iax BOJOC B IMOCIEAHHUE TOMABI YBEIUYHBACTCS MHTEPEC
CyneOHON ¥ KIMHUYECKOW TOKCHKOJOTHH. AHAIHM3 BOJOC PACIIMPSET BO3MOKHOCTH XHMHKO-
TOKCUKOJIOTUYECKHUX JIA0OpaTOpuid 0 OOHAPYKEHUIO HAPKOTHUUYECKUX U JICKAPCTBEHHBIX BEIIECTB B
OpraHu3Me 4enoBeka. Bomocel kak 0OBEKT MMEIT HEKOTOpBIE MPEUMYIIECTBA MEPe] MOYOH HITH
KpPOBBIO, TAKUE KaK HanboJjee I0Jroe yaep>KuBaHUE TIOMABIIUX B OPTaHU3M YeJIOBEKa TOKCHKAHTOB,
JIETKOJIOCTYIHOCTH I KOPPEKTHOTO 0TOOpa U uccneaoBanus [13], crabuinbHOCTH 00pa3iioB BOJIOC
(OHU HE HYXIAIOTCS B CIICHUATBHBIX YCIOBHUIX XPAHEHUS KaK OMOXHIKOCTH U MOTYT XPaHUTHCS B
MPOCTOM OYMaXHOM KOHBEpTe). AHalU3 BOJIOC IO CErMEHTaM I03BOJISIET YCTAaHOBHUTH BpEMS
nOTpeOICHHS BEIIECTB 10 MECSIaM M3 pacueTa, YTO CKOPOCTh POCTa BOJIOC MPUOIH3UTENHFHO paBHA
1 cm B Mecsn. Takxke K MperMylIecBaM BbIOOpa BOJIOC B KauecTBE OMOOOBEKTA ISl HCCIIeIOBAHUS
MO>XHO OTHECTH MEHbBIIMN MPOLEHT MOJYYEHHUS JIOKHOIOJIOKHUTEIBHBIX U JIO)KHOOTPULATEIbHBIX
PE3yIbTATOB M3-32 BKIIOYCHHS B MIPOIECC MOATOTOBKH MPOOBI CTaIMU OTMBIBKH OT TTOBEPXHOCTHBIX
3arpsi3HeHuit [6].

C noOMOIIBI0 COBPEMEHHBIX AHAJUTHUYECKUX METOAOB B BOJIOCAX MOXKHO OOHApYXKHTh
MIPAKTHYECKHU JTFOOBIE KJIACChl TOKCUKAHTOB. [ TaBHOW 0COOCHHOCTBIO UCCIIEOBAHUS BOJIOC SBIISIETCS
MPABIWJIBHBINA MOJ00P MeXaHU3Ma MPOOONOIrOTOBKH Jjisi 60Jiee TTOTHOTO M3BJICYCHHUS aHAIUTOB W3
BHYTpEHHEH 4acTu Bojioca [6]. B cooTBeTCTBHM CO CTpOeHHEM BoJIOca W crienu(ukoi 00pasioB
BOJIOC OOJIBIIMHCTBO HCCIIEAOBATENICH BBIACISAIOT HECKOJIBKO CTaJUN MPOOOMOATOTOBKU: OTMBIBKA
00pasIioB BOJIOC, M3BJICYCHUE M SKCTPAKIIMA 00pa3IioB BoJioc [2,4-8].

WUnentuduxanust BEmECTB W3 DJKCTPAKTOB BOJOC B OCHOBHOM IPOBOJUTCS Ta30BOM
xpomarorpadueit/macc-cnexkrpomerpueit [1,2,4,5,6], y KOTOpoil ecTh HEIOCTAaTOK - MOTPEOHOCTH
JIepUBaTU3alUU TOJSAPHBIX AHAJIUTOB, K KOTOPBIM OTHOCATCS OOJIBIIMHCTBO HApPKOTUYECKHX
BEIECTB. JTa mpobiiemMa pelieHa ¢ MoMOIIbI0 UCIIOJIb30BaHUS METO/1a )KMIKOCTHON XpomMaTorpagpuu
C TPaJUIUOHHBIMM JETEKTOpPaMH WM B TaHJIEME C Pa3IUYHBIMM MAacC-CIEKTPOMETPUYECKUMU
JIETEKTOpPAaMH, HaIlpUMep Kak TPOWHOM KBaJPKIIOJb, HOHHAS JIOBYIIKA WJIM BPEeMs-IIPOJIETHAsT Macc-
cnektpomerpus [2,3,6,8,11].

Craaust OTMBIBKHM SIBJISIETCSI OHOM M3 00s3aTENBHBIX, TAK KaK MO3BOJISIET MCKIIOYUTH (PaKT
BHEIIHETO 3arps3HeHust oOpasia BOJIOC MCCIeyeMbIMU BeleCTBaMH. B OCHOBHOM il OTMBIBKU
WCIOJIb3YIOTCSL PACTBOPHI IIEJIOYM WM OpPraHUYeCKHe CIUPTHI, WIM JIPYrHe pacTBOpPUTENH [2-
4,7,10]. HactamBanue mnpoOBOAUTH HEOOXOIMMO B TeYeHHE 15 MUHYT, a 3aTeM MPOMBIBATh
JUCTUIITUPOBAHHOM BOJIOM.

CumonoB E.A. u ap. npeaiararoT BoJIOChl mocieaoBareabHo otMbiBath 2 Mt 0,2N pactBopa
XJIOPUCTOBOIOPOTHOM KHUCIIOTHI M 2 MJI M€TaHoa (MK 3TaHousa), o 10 MUHYT KakaeiM. Onepanus
MIPOBOJIUTCSL JI0 TOJHOI'O0 HMCUE3HOBEHHUs] B IIOCJIEIHEM pacTBOPHUTENE, MOCIE €ro ynapuBaHus,
CJIeJ0B HApKOTHUYECKOro cpejctra [1].
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Hexoropeie wmccrneoBaTeny IpeUlaraloT —CICIyIONMA BapuaHT OTMBIBKH: BOJIOCHI,
paszieneHHbIe Ha CETMEHTHI, MOIOT HNIAMITYHEM M OTIOJIACKUBAIOT JEHOHU3MPOBAHHOW BOJOMW, 3aTEM
CIIOJIACKMBAIOT AllETOHOM M MPOCYIIMBAIOT B TEYEHUE HOYM HA BO3yXe WM Ipu Temmneparype 60°C
[6,8].

[Tocne BricymmBaHuS 00pa3lbl BOJIOC PEKYT HA CEIMEHTHI M MOMEMIAIOT B MPOOHPKHU IS
TaTbHEUIIero N30JIHMPOBAHUSI.

Bce onmceiBaeMble B JUTEpaType METOIbl M30JMPOBAHUS AHAIMTOB M3 00pasIOB BOJOC
MO>XHO 00BETUHUTH B HECKOJIBKO BapHaHTOB [2,6]:

1) llemouno#t ruaponus. [IpoBoautcs HactauBanue mpod BoJioc ¢ pactBopoM NaOH (mo 2,5M)

npu 37°C B Teuenue Houd. [Ipy yBeNMYEHHH TEMIIEPATYPHI TPOBEACHUS H30JIUPOBAHMS
BpeMsl DKCIIO3ULMU COOTBETCTBEHHO CHMKaeTcs. [locie atoro nosoast kucinoroi pH 10 9 u
MPOBOJIAT KUAKOCTb-KUAKOCTHYIO SKCTPAKIMIO. J[aHHBII METO N30IMPOBAHUS UCHIOJIB3YIOT
B OCHOBHOM Uil OOHapy>keHus1 kKaHHaOnMHOUA0B [4,9,10,12], amperaMrHOB, HEHPOJIETITUKOB
U MICUXOCTUMYJISITOPOB [4,7]

2) depMeHTAaTUBHBIA TUJPOJIM3 MPOBOJAT C PACTBOPOM TJIIOKYPOHH[Ia3bl B TEUEHUE 2 4acOB
npu 40°C. Tlocine uenrpudyrupoBanus o0ObMHO mnpoBoAsT TdD. JlaHHBIA METOX
JKCTpakuu onucaH ajs aisg 6-MAM u kokanHa, OeH30/1Ma3enuHOB [4,].

3) KucnoTHslii ruiposin3 BO3MOKHO IPOBOJUTH HECKOJIBKUMU METOJIAMHU.

" ¢ pacTBOpPaMH COJSHOM Win cepHoi kucinor mpu 37°C B Teuenue Houw. Ilpu
YBEIUYECHUH TEMIIEpaTyphl POBEACHUS THAPOIN3a COKPAILAETCS BpEMs SKCIIO3UIIMH.
[Tocne neiirpamu3zanuu npoBo T TAD [2] UK )KUIAKOCTb-KUIKOCTHYIO KCTPAKITUIO
cmeceto pactBoputened [1,3]. JlaHHBIA METOJ HUCHOJB3YeTCA ISl HM3BJICYEHUS
BEIIECTB MOP(HHOBOWM TpyMIbl, OCH30IMA3EMUHOB, AHTUIICUXOTUYECKUX CPEJCTB,
KOKauHa.

= ¢ MetaHosioM [1,4], 4acTo Mpu MCIONB30BAHUN HACTAWBAHUS B YJIBTPA3BYKOBOU OaHe
B TEYECHHE HECKOJbKHMX dYacoB [5,6]. Mcmomb3yercs miis oOHapy>KEHUsI BEIIECTB
IPYIIIBI ONTUATOB, TETPAruJpOKaHHAOUHOIIA, KOKaHAa;

" ¢ METAaHOJOM, TMOJKHUCIEHHBIM pPACTBOPOM COJISIHOM KHUCIOThL. W3BieueHue
MIPOBOJIUTCS C MCIIOJIb30BAHUEM YJIBTPA3BYKOBOW OaHM B TeueHue 1 yaca [2], 3atem
HAaCcTaMBaHWE B TeueHUWE HOYM. [laHHBIM BUJ W30JIMPOBAHUS HCIOJB3YETCS IS
BhIIesieHns MeTopdana [3], amperamunos [8,11].

» wmertaHon + T® kucnota (9:1) ¢ ucnoab30BaHUEM YIbTPa3BYKOBOW OaHM B TeueHue |
yaca, 3aTeéM HAacTauBalOT IIPY IOBBIIIEHHON Temneparype B TeueHue Houu. llocie
yero npoBoaT TAD. YacTHbIN METO N30IMPOBAHUS IPOBOIUTCS JJIsl OOHAPYKEHUS
6-MAM, metagoHa, KokanHa [2,8]

[IpsiMmoe MeTaHONBPHOE W3BJICUEHHE TIOKAa3aJ0 O0Jiee BBICOKYIHD CTEINEHb M YUCTOTY
u3BnedYeHus aHanutoB [4,6]. [Ipu uccnenoBannu Ha aMpETaMUHBI B IPYTHUE CTUMYJISATOPHI TIOKA3aHO
1enecoo0pa3Hoe MPUMEHEHHE B IISIOUHOTO THAPOJIN3a, TaK Kak NP 3TOM MOoJIydaroTcs: Oolee
noytHble m3BJIeueHus [4]. [Tocie KHCIIOTHOTO W IIEJI0YHOTO THAPOIIH3a, JAIOMIEro 00jiee «IPsA3HbIe»
u3BJeUeHUs 4Yame Bcero wucnoapdyercs TdD [6]. Ilpu anHanusze BoJIOC Ha colep)KaHHUeE
KaHHAOMHOUIOB UCTIOJIB3YETCs TOJIBKO MIEIOYHOM ruaponus [4,7].

Jis  OTHeNnbHBIX TPYNN BEIIECTB, HampuMmep aMQpeTaMHUHbl W JIPYTHE CTHMYJISTOPHI,
YCTIOKOUTENbHBIE CPEJICTBA, KOKAWH U ONUAThI, KAHHAOWHOWIbI, OTIMCAHO 3HAYUTEIILHOE KOJIHMIECTBO
MEeTOMUK aHanmu3a. Ho mo pa3paboTke CKPUHHUHTOBBIX METOAMK OBUIO OMYOJMKOBAHO BCETrO
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HecKoJbKo padoT [3]. [ToaTomy HecoMHEHHO pa3paboTKa CKPUHUHTOBBIX METOJUK JUIsl BBEJICHHS B

PYTUHHYIO paboTy sBJIsieTcs Hauboee NepCeKTUBHBIM HAaIIPABICHUEM.

JKCNepUMeHTAIBHAS YaCTh
IMoaroroBka o6pa3uoB BoJoc AJs aHaau3a. CpaBHUBAIH TPU BapuaHTa THAPOIH3a BOJIOC:
KHCJIOTHOTO, IIEJIOYHOTO U (pepMEHTHOTO. TakKe CpaBHUBAIH KUAKOCTHYIO M TBEpAO(ha3HYIO

OKCTPAKOUIO.

DepMEHTHBINA THAPOJIN3

® O6p33€L[ BOJIOC OTMbIBAJIU OT BaFPHSHeHHﬁ B XUMHNYCCKOM CTaKaHC C BOAHBIM paCTBOpPOM

ITAB.

* IIpombIBanu 1€MOHU3UPOBAHHOM BOJOM J10 MOJHOTO YAAJIEHHUS MOIOLLIErO CPEICTBA,
MPOMBITH METAaHOJIOJIM.

*  BeicymuBanu 1 u3Meab4aiu (HO)KHULIAMH).

e BspemmBanu, macca HaBeckd 20-100 M HaBEeCOK BOJIOC

* JloGaBmsum 1 mu BogHoTrO pactBopa (pH 6.5.) B-rmoxkyponunasst 1/10.

*  Beiaepxusanu npu 40° C B Teuenue 12 yacos.

* OpabateiBanu Ha |1 yac Ha yIbTPa3BYKOBOH OaHe.

* lentpudyruposanu B reuenue 5 munyt 14000 06/MuH.

* Boanyto a3y oraensim u 06padaTeiBaau METOIOM TBEPAO(DA3HOM IKCTPAKIUH.

Kucaornwblii ruaposus. K nasecke Bosioc no6asnsui 1 mi SM HCL. BeinepsxuBanu 45 MUH nipu

90° C.
lesounoii ruaposm3. K HaBecke Bosioc no6asmsuia 1 mi 1M KOH. Beinepskusanu 40 Mun
mpu 50° C.
KuakocTHasi IKCTpaKUMs

e B mpoOupky oobemom 10 mi1 BHOCST 3 T XJIopua HaTpusi, TBEPAbIN Oydep Ha KOHUHUKE

mrmarenis 40-50 Mr v 3 MIT SKCTPaKIMOHHON CMECH.
® B npoOupky ¢ 3KCTpaKIIMOHHON CMEChI0 BHOCAT 1 MJI THpOIH3aTa BOJIOC.
e JloGaBmsaror 30 MK BHYTpEHHEro craHjgapra audeHmiamMuHa (pacTBOp
koHIeHTpanuei 20 mxr/mi), konneHTpaius BC B mpo6e 200 Hr/mt.
e DxctparupyroT 10 MUH Ha OpOUTATIEHOM IIEHKEpe
e [lenarpudyrupytor npu 3000 0o6/mMun 5 MuH.

«b»

e  OTaensOT OpraHUYECKUW CJIOH, TMEpPEeHOCAT ero B MpoOUpKy oObemMoM 4 M WU B
Metanyeckuid konmadyok TOX-LAB nans ynapuBaHus U ynapuBalOT B TOKE TOpSYEro

Bo3ayxa. (K cyxomy ocrarky poGaBmsaror 70 MK OSTWianeTaTa, BCTPSIXHUBAIOT
BUOpomuKcepe 2-3 cek, | MK mpoOBl BBOAAT B XpoMarorpad.

Teepaodasnas IKCTpaKIHSA

*  Konaumuonuporanue kaptpuka (KOJToHKHA) (TTOTOK 3-5 MJ/MUH).
— 3 M MeTaHoIa.
— 3 M 0,1 M docdarroro 6ydepa, pH 6.0.

* Hanecenne oOpa3ia Ha KOJIOHKY.
— IIponyckanu mpoOy yepe3 KOJOHKY.

Ha
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e IIpombIiBKa BOJIOK.
— IIpomyckanu yepe3 KOJIOHKY 3 MJI ICMOHU30BAHHOM BOJIBI (TIOTOK 3-5 MIJI/MHH).
* Ilonkucnenue.
— Ipomyckanu 2 ms1 1M yKCyCHOM KUCIOTHI Yepe3 KOJIOHKY (TTOTOK 3-5 Mi1/MuUH).
— BeIicymuBanu KOJOHKY B T€UEHHUE 2 MUHYT.
e [IpombIBKa reKCaHOM.
— IIpomyckanu yepes KoJIOHKY 3 MJI rekcaHa (IMoTok 3-5 MII/MUH).
* (COop kuCION/HENTPATHLHON PpaKITUH.
— IIponyckanu uyepe3 KonoHKy 1,7 min cmecu rekcad:stunaunerar (1:1) (morok 1-2
MJI/MUH).
— Cobupanu KuCIyIo/HERTPaIbHYIO (HPAKIHIO.
—  Yjansui oCTaTKH DITIOSHTa TOKOM a30Ta.
* IIpoMbIBKa KOJIOHKH METAHOJIOM.
— IIpomycTuth yepe3 KOJOHKU 3 MJ1 MeTaHoJIa (TOTOK 3-5 MIJI/MUH).
— BBICYymHTh KOJOHKY B T€YEHHUE 2 MUHYT.
* COop OCHOBHO# (ppakuuy.
— IlponycTuTh yepe3 KOJOHKH 1,7 MII CMECH JTUXJIOPMETaH : MPOMAHON-2 :
KOHIIEHTPUPOBAHHBIN pacTBOp ammuaka (78:20:2) (moTok 1-2 mMa/MuH).
— CobpaTb OCHOBHYIO (PaAKIIHIO.
* KoHnuentpupoBanue Gppakiui.
—  YnapuTh COAepKHUMOE BHAJI C COOpaHHBIMU (BPAKIIHSIMH.
— IlepepactBoputs ocrarok B 100 pi aTranerara.

Anmnapatypa I'’X-MC. CKpHHUHIOBbIH aHAJIH3 BBIIOJHSUIM HA XpomaTtorpadge ¢ mMacc-
ceJIeKTUBHBIM JeTekTopoM Agilent 7820/5975 Mascrtpo ¢ kosionkamu HP-5MS.

VYcnoBusi aHanu3a: ra3-HOCUTeNb IeJiMii, CKOPOCTh MOTOKA 4Yepe3 KOJOHKY 2 MJI/MHUH.
IIporpamma: SOOC(O.SMI/IH) 99°C /mun 100°C (1ImMunH) 15°C/mun 280 °C (30 mun) Bpemsi
yaep:xuBanus BC I®A 9.27 mumn.

VYcnoBust Macc-CIEKTPOMETPUYECKOTO JE€TEKTUPOBAHHUS:

AHanu3 B peKMMe CKaHUPOBAHUS 110 TTOJTHOMY HOHHOMY TOKY (SCAN)

Temneparypa uctounuka nonos 230°C

Temmneparypa ananuszaropa 150°C

Juamazon macc m/z 29-650 a. e. M.

Hanpspkenue Ha yMHOXUTENE: PE3YIbTaT, MOJIYYEHHBIN MPU aBTOMATUYECKONH HACTPONKH MO
nepdropOyrunamuny B pexxume ATUNE + 100 xB.

NnenTudukanuio BEMIECTB BBIMONHUIM — BEHIECTB B pexuMme aBToMarnuecko AMDIS
uaeHTUUKaIIK Mo (MKCUPOBAHHBIM BpeMeHaM yiepkuBanus [ 14-16].

Amnaparypa BIOKX-MC/MC. Xunkoctabiii xpomarorpad Agilent 1200 ¢ TaHneMHBIM
Macc-CeKTpoMeTpudeckuM Aetektopom Agilent 6460 ¢ anekTpocnpeil HoHU3aue
Ycaosus BIXKX anamm3za [17]. Komonka: Prontosil Cig75 MM 2.1 MM 5 MKM
OmroeHTsl: A- anterat ammonus BoaHbIH (0.15 T Ha 100 M), ¢ no6aBnennem 50 MK MypaBbHHON
KHUCIOTHI). B - MeTaHon
Ycenosust amoupoBanus: S%B300 M, 90%B1025 mi, 90%B1600 mi, 100%B1610 ma 100%B2400
ML
O6bem BBOIUMOI TTpoOBI 10 MKII.

Pe3yabTaThl 1 UX 00Cy:KIeHUE
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Lenbto uccnenoBanus ObLIO - ONTUMU3UPOBATH METO/IbI MTOATOTOBKH U TBEpA0(a3HON
OUYHUCTKHU MaJIbIX HABECOK P00 BOJIOC. AHATM3UPOBAINA BOJIOCHI OT TPYIIA U OT >KUBBIX JIMII.
[leneBple BemecTBa: HOBBIE CUHTETHYECKUE CTUMYJISITOPBI, U3BECTHBIE HAPKOTUYECKUE U
JIEKapCTBEHHBIE IIperaparsl.

Br10op 1 060ocHOBaHHE MeTOA0B IrHAPoIU3a. CpaBHUBAIN KUCIOTHBIN MIEJIOYHON U
(bepMeHTHBIN THIPOIN3. Y CIIOBUS IPEICTABIIEHBI B pa3jielie dKCIIepUMeHTa bHast yacTb. Jlis
aHaJIM3a UCIOJIb30BAJIM TP HaBecku Bosioc 1o 100 mr, mosrydeHHble 0T 0AHOTO 00pasia. Bomock
ObUIM OTOOpAHBI OT TpyNa U, KaK [OKa3aj MpeIBapUTENbHbIA aHAIN3, COJEp KaJi TpaMaloJl U ero
METaOOJIUTHI.

Taxke MPOBOAMIIN ONTUMH3AIMIO METOAUKH (pepMeHTHOTO Tuaponm3a. MccnenoBanu
BIUsHHUE pa3anuHbiX 3HaueHuit pH: 4.0, 6.5 u 7.5 Ha a3 exTuBHOCT rUApPOIHU3A.

[ToyueHHbIe THIPOIU3ATHI BOJIOC MOJIBEPTaIH TBEPAOPA3HON OUHCTKE.

Pesynbrarel [ X-MC ananu3a moka3and, 4To epMEHTHBIN ruapon3 Hauboee 23QPeKTUBEH
npu Bcex Tpex 3HadeHusx pH. [Ipu kucinoTHOM ruaponuse Habmoqanu 3HaunTensabie 10 70%
MOTEPH TPaMaioiia, MPU IIEIIOYHOM THAPOIU3E TPaMaI0i B UCCIIETYEMbIX BOJIOCAX OOHApYKEH He
OBLI.

Bansinue TBepao(ha3HoOi 0UHCTKH HA YYBCTBUTEJIBHOCTD onpeaeneHusi. CpaBHUBAIN
pe3ynbTarhl aHanu3a HaBecok (100 Mr) Bosioc, 0TOOpaHHBIX OT TPYIOB U COJIEPXKAIINX Tapa-
MeTokcuMmeramdperamud. HaBecku nmojiBepraiy KMCIOTHOMY THIPOJIU3Y C MOCIEAYOMEH
KUIKOCTHOU WM TBepodazHoi sxcTpakiueit. Pezynbrarel ' X-MC ananuza rmokasaiu, 4To
IpUMEHEeHue TBepA0(a3HOI SKCTPAKIUU I103BOJISIET HA MOPSAIOK BEIMUMHBI TOAHATh
YyBCTBUTEJIBHOCTH onpenenenus. Hanbonee a¢hexkTuBHO coBMemaTh TBEpA0(Da3HYIO IKCTPAKITUIO
¢ mpeaBapuTeNbHBIM (hepMeHTHBIM ruApou3oM. ['X-MC npoduinu (B pexxume moJIHOTO
CKaHUPOBAHUSI) SKCTPAKTOB TUAPOIU3ATOB BOJIOC JJaHbI Ha puc. 1 u 2.
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Abundance

TIC: 120128 hair menak HCL L L.D\data.rns
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le+07

2000000

Time—=

Puc.1. p-MetokcumeramdeTaMuH B BoJIocax Tpyma, KUciaoTHbN ruaponn3 (SM HCL), xuakoctHas

AKCTPAKIIMS CMECHIO PACTBOPUTENIEH METUIIEHXJIOpUA-TenTan-u3onpomnanon 7:2:1. (100 mr Bosoc)
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Abundance

TIC: PAVLIV_Ph4_OSN.D\data.ms
6000000

02 (7631 min): PAVLIV_Pha_OSN.Didata.ms (-258)
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Puc. 2. XpomarorpamMmma 1no noJiHoMmy HOHHOMY TOKY 3KCTPaKTa FUAPOIM30BaHHBIX BOJIOC Tpyna
p-Merokcumeramperamut B Bojocax Tpyna, pepmentasiii ruaponus pH 4, SPE Bond Elute Sertify
(100 mr BosoOC)

Br10op u cpaBHeHue kapTpuIKeil TBepaopaszHoii ounctku 1A I'X-MC ananusa BoJioc.
CpaBHHMBaJIM JBa TUIIA TATPOHOB 1715 TBepAO(dazHoii skctpakiuu Bond Elute Sertify u AccuBond 11
SPE Evidex. HccnenoBanu HaBecku o SO Mr BOJIOC, COAEpKAIINE PAa3IUYHbIE HAPKOTHUYECKUE U
JIEKapCTBEHHBIE Mpenaparsl. J1Jis MOroTOBKH 00pa3lioB UCIIONb30BAIN (PePMEHTHBIN THIPOIIU3.
[Tomy4yeHHbIC PE3yNbTATHI TIO3BOJISIIOT TOBOPUTH O CpaBHUMOM 3 (PeKTUBHOCTH TBEp 10 a3HON
OYHCTKH MU HCIIOJIB30BAHUN 000UX KapTpukeil. OaHaKo, Ipu oNpeieIeHuH MeTaloHa Mbl
CTOJIKHYJIMCh C IPOOJIeMOi, KOTOpast 3aKiIrouanach B cieayromeM. [Ipu ucnonb3oBanuu
kaprpumkenr Bond Elute Sertify na I'’X-MC xpomarorpamMMe HaOJIr01a7I1 DIFOUPOBAHKE
HE3HAaYUTEIHHOI0 KOJIMYeCcTBA (DOHOBBIX yriieBoJopo0B. [Tk 01HOTO U3 rOMOJIOrOB 3TUX (POHOBBIX
BEIIECTB HAKJIA/IbIBAJICS HA MK METAJJOHA U MPEMSITCTBOBA €r0 ONPEIEIeHHI0. DTO IMPOUCXOIUIO
M3-3a TOTO, YTO MacC-CHEeKTp (POHOBOTO BEIIECTBA COIEP KAl 3HAUYNTEIBHBIN (PparMEeHTHBIN HOH M/Z
72, a 3TOT MOH SIBJISIETCS LIEJIEBBIM HOHOM MeTaioHa. [Ipu 3ToM B Macc-criekTpe MeTajoHa
OTCYTCTBYIOT JIpyI'i€ HOHBI IPUTOHBIE /IJIs I€TEKTUPOBaHus. B rccienyemMoM citydae MeTaIoH
yZ1aJIOCTh ONPENEIUTh IIPU CPABHEHUU POUIIEH BOJIOC COIEPKAIMX U HE COJIEpKAIIUX METaIOH.
OpmHako Macc-CIeKTp MeTaaoHa B 9TUX o0pa3iiax yAalocTh 3auKCHPOBATh TOIBKO B ClIydae
ucnonb3oBanus kaptpumkeit AccuBond 11 SPE Evidex. [Ipodunmn 1 Macc-crieKTpbI MpeACTaBICHbBI
Ha puc. 3. [Ipumenenne BOXX-MC/MC no3BosisieT yBEpEHHO ONPENEISITh METAIOH TPH
HCIOJIb30BaHUM 000uX KapTpumke. [Ipoduiib skcTpakTa Bojoc, CoAepkKaliux MeTaJ0H
MpeJCTaBIIeH Ha puc.4.
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Abundance Abunceree
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Puc 3(a). Hanoxenue I'X-MC npodwuseit (o m/z 72) 06pa3ioB BoJ0C, COIEPIKAIINX U HE
conepkamux metanoH. depmenTHbIN ruapoan3, kapTpux Bond Elute Sertify.

Puc 3(0). Hanoxxenne macc-crieKTpoB MeTazioHa U ()OHOBOTO BemecTBa, kKapTpuk Bond Elute
Sertify.

Puc 3(B). ' X-MC npodwuns (o m/z 72) o6pasiia BoJIoc, coaeprKaiiero MmetajaoH. ®epMeHTHBIN
ruaponus, kaptpuk AccuBond II SPE Evidex.

Puc 3(r). Macc-cniekTp mMeTaiona, 3auKCUpOBaHHBIN B 00pasiie Bojoc, kaptpumx Bond Elute
Sertify.
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MeTanoH

Puc 4. BOXXX-MC/MC npodpuns (MRM 310/265) o6pasia Boyioc, CoepKaIiero MeTaaoH.
®depmeHTHBIN THIpoau3, KapTpuak AccuBond II SPE Evidex.

Puc 3(r). Macc-cniekTp MeTaona, 3auKCUpOBaHHEIN B 00pasiie Bojoc, kaptpumx Bond Elute
Sertify.

AHaJIN3 MaJILIX HABECOK B0JIOC

Uccnenosany BO3MOKHOCTh aHATM3a MAJIBIX HaBeCOK Bosoc. AHanmuzuposanu 20, 50 u 100 mr
npoObl. [lomydeHHbIe pe3yabTaThl MO3BOJISIOT ClIENATh CICAYIONUI BBIBOA. BO3MOXHO
aHaAJM3UPOBATh 0€3 MOTEPH YyBCTBUTEIHLHOCTH MaJible HaBECKHU BoJioc (20 Mr) mpu 3ToM 00beM

q)HHaJ'IBHOl"O OKCTpPaAKTa, MOCTYIIAOUICI0 Ha aHAJIN3, OOJIKCH OBITE YMCHBIICH U COCTABJISITH 25-30
MKIJI.

Ha puc. 5 u 6 nanbt [’ X-MC npodunu skcTpakTa Bosoc, Macca HaBecku 20 mr. B uccnenyemom
oOpasie. 0OHapYKEHBI: KETAMUH C META0OIUTAMU M KOKaWH C METa0OIUTOM (aHTHAPOIKTOHUHA
METHJIOBBIM Y(PUPOM), @ TAKIKE HUKOTHH U KO(EHH..
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Abundance
Scan 508 (10.398 mmin): Politika_osnovnoy. D\ data.ms (-(499) ()
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Puc. 5.(a) - Xpomarorpamma uccneayemoit mpoosr (SCAN) 1o 3KCTparupoBaHHBIM HOHAM,
COOTBETCTBYIOIIIMM BHYTPEHHEMY CTaHJIapTy, KETAMUHY U ero meradboiuram. Bemecrsa
UIEHTU(UIMPOBAHBI 10 BpEMEHaM YAEep>KUBAaHUA U 110 Macc-criekTpaMm. [Tk ¢ BpemeHem

ynepxxuBanus 11.37 muH cooTBercTBYeT Keramuny, 11.10 mun — Hopketamuny, 10.39 mun — 5,6-

NIe3aMUHOHPOPKETaMUHY, 9.28 — nudennnamMuH, BHyTpEeHHUN cTaH1apT. Macc-CreKTpsl
Mpe/ICTaBlIeHbI HAa pUC. 5 (0-T'), COOTBETCTBEHHO.
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Abundance
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Puc. 6. - Xpomarorpamma uccnenyemoit npoosr (SCAN) 1o KCTparupoBaHHBIM HOHAM,
COOTBETCTBYIOIIUM KOKaWHY U METHJIOBOMY 3(pUpy aHTHIpOOEH30MIKIOHNHA. BemecTBa
UACHTU(GULUPOBAHbI 10 BpeMEHaM yAep>KUBaHUA U 110 Macc-criekTpaMm. I1uk ¢ BpemeHeM
ynepxkuBanus 13.85 MHH COOTBETCTBYET KOKauHy, 7.31 MUH — METUII0BOMY hHUpY
aHTUIPpOoOCH30UIPKIOHMHA. Macc-CeKTphI TpeIcTaBieHbl Ha puc. 6 (0,I'), COOTBETCTBEHHO.
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