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OmumcaHa TIpolienypa OINTMMM3AIMU CIASOYIOIINX IapaMeTPOB: CKOPOCTH CKAHWPOBAHUS, IJIUTEIIb-
HOCTU PETMCTPalluU CEJIEKTUBHBIX IepexomoB (dwell time), MIMTETLHOCTU 3amepXXKW IIpU IIepexone
OT OIHOTO CEJIEKTUBHOTO Tepexona K Apyromy (pause time). B pabore ncnonbs3zoBanu xpomartorpad as
BD2XKX ¢ TpexxkBampymoJbHBIM Macc-ciiekTpoMeTpudeckuM netekropoM (LC-MS/MS Shimadzu 8050).
XpoMarorpadudeckoe pasaelieHre OCYIIESCTBIISUIA Ha KOJOHKE C OOpalleHHO-(ha30BBIM COPOSHTOM
Phenomenex Kinetex C18. B kauecTBe rmoaBrkHOi haszbl A ucnosib3oBanu 0.1 %-Hblil pacTBOp MypaBbU-
HOM KMCJIOTHI B Boze ¢ nodapieHreM 10 MMoJib/11 hopMUaTa aMMOHUSI, B KAYECTBE IMOABMXKHOI (ha3bl b —
0.1 %-Hbl1i1 pacTBOp MypaBbMHOM KUCJIOTHL B MeTaHOJIE ¢ goOaBieHueM 10 MMoJIb/1 popMUaTa aMMOHHUSI.
YcTraHOBIIEHBI ONTUMAJIBHBIC TapaMETPhl UIS TTOATBEPXKIAIOIINX METOIOB: UINTEIBPHOCTh PETUCTPAIIAN
CEJICKTUBHBIX TIepexonoB — He MeHee 10 Mc, IIMTeTbHOCTD 3aIePXKKHU ITPU TIePEX0oie OT OMHOTO CEJICKTUB-
HOTO Ttepexona K apyromy — 1 Mc, ckopoctb ckanupoBanust — oT 1000 1o 5000 ckaHupOBaHUIl B CEKYHLIY.
JaHHast MeTooMKa YCIEITHO IIPUMEHEHA MPH MMPOBEACHUN PYTUHHBIX XUMHKO-TOKCHKOJIOTUIECKHUX HC-
CJIEIOBAHUM IMTPOO MOYM C HU3KUM COIEPKaHUEM Pa3IMYHBIX HAPKOTUIECKHUX 1 JIEKAPCTBEHHBIX BEIIICCTB.

Kmouesbie ciioBa: BOXKX-MC/MC, BpeMs uKiIa, ITUTEIBHOCTD PETUCTPAIIMN CEICKTUBHBIX IIEPEX0-
noB (dwell time), CKOpOCTb CKAHMPOBAHUSI, IUTUTEIBHOCTD 3aIePKKH ITPH TIEPEXO/Ie OT OMHOTO CEJICKTHUB-

HOTO TIepexoia K Ipyromy (pause time).

DOI: 10.31857/50044450225020043 EDN: adwual

BoNbIIMHCTBO TTPOMU3BOAUTENIEH aHATUTUIECKO-
ro o0OpyIOBaHUS MPU CO3AAHMM METONOB aHaIM3a
HCITONB3YIOT CXOXHNE TOOXOMbI, KOTOPhIE CBOMASTCS
K COBMECTHOMY MCIIOJIb30BaHUIO AUHAMUYECKOTO
n tpurrepHoro MRM (multiple reaction monitoring).

IIpu pabGore Ha oOOpyHOBaHMMU MPOM3BOACTBA
SCIEX (Kanana) npemmaraercst perucrpaunss MRM-
MepPEeXonoB I KaXIOro KOHKPETHOIO COSIMHEHMS
TOJIbKO B TEUCHUE OXMOAEMOI'O BPEMEHU €TI0 3JIIOM-
POBaHMSI, YTO YMEHBIIIAET KOJIMYECTBO OMHOBPEMEHHO
otcnexuBaeMbix MRM-niepexonoB B J1l000if MOMEHT
BPEMEHM U ITO3BOJISIET OTCJICKMBATH OOJIbIIEE YMCIIO

coelMHeHUi. MeTon HacTpanuBaeTCsl TAKUM 00pa3oM,
YTO OCHOBHEIE (MMepBUYHbIe) MRM-TIepexonpl “3ary-
CKaloT” PETUCTPAIINIO JOTIOTHUTEITLHBIX (BTOPMYHBIX)
MRM-nepexonoB Mpu JOCTUXKEHUU 3aJaHHOTO 3apa-
Hee rtopora. COop ITOJIHOIO MacC-CIeKTpa IIPOXCXOIUT
JIIIb TIPY TOCTIDKEHUH HYKHOT'O IIOpOra BCeMU IIep-
BUYHbIMUA U BropuuHbiIMU MRM-niepexonamu. Ilpu
3TOM IIOPOTOBBIE 3HAYCHUST MOT'YT OBITh YCTAHOBJICHBI
WHIUBUIYaTbHO. [1py HM3KMX comep:kKaHUsIX BEIIECTB
B IIp00O€ IIOPOTOBBIC 3HAYCHUS YCTAHABIBAIOTCS PaB-
HBIMM HYIIO, YTOOBI OOECIICUUTD TMOTYYEHUE MOJHBIX
Macc-CIIEKTPOB HE3aBUCHUMO OT MX MHTEHCUBHOCTH.
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KavecTBo mosyyaeMbIx JaHHBIX TaKXKe 3aBUCHUT
OT YCTAHOBJICHHBIX 3HAYEHUI UIMTEILHOCTU PETHC-
TpallUM CEIEKTUBHBIX IIEPEXONOB WM BPEMEHHU IIMK-
na. Ilpy yMeHbIIeHUM DJIATENBHOCTH PErUCTpalin
CEJICKTUBHBIX IIEPEXONOB CTpamaeT KadecTBO ITOJIY-
YaeMbIX TaHHBIX, IIPA YBEIMYEHUN — PacTeT BpeMs
LIMKJIA, 9YTO TaKXKe MPUBOINT K CHIDKEHUIO KayecTBa
JAaHHBIX. MaKCcHMalbHO BO3MOXHASI IJIATEIBHOCTh
PEruCTpaly CEJICKTUBHBIX IEPEXOI0B U ONTUMAIb-
Hoe BpeMsl LuKJa s Kaxaoro MRM-nepexona
obecrneynBaroT CoOXpaHeHWe HEOOXOIUMOM TOUHOCTU
npu OOJBIIOM YKMCJIE OTHOBPEMEHHO MCCIIEMyEeMBIX
coequHeHuit. IIpu BBICOKOI KOHLIEHTpALUMU COENU-
HEHUI1 B mpoOe 1ieJecoo0pa3HO YCTaHABIMBATh He-
OOJIBIIINE IIUTEILHOCTHA PETUCTPALMM CEIeKTUBHBIX
MEPEXOIOB, TOIMAa KakK MJIsI COCOMHEHWII C HU3KOM
KOHIICHTpallell IUTEIbHOCTh PETUCTpally Ce-
JIEKTUBHBIX MEPEXON0B J0JDKHA ObITh Oonblie. I1pa-
BWIBHO HACTPOEHHAasl IJIUTEIBHOCTh PETUCTpaLi
CEJICKTUBHBIX IIEPEXONOB ITO3BOJISIET IOBBICUTH OT-
HOIIIEHHUsI CUTHAJI/IIYM IIJISI OPeAe/IIeMbIX BEIIECTB
¥ COXpaHUThL ONITUMAJTBEHOE BpeMs mkina [1—3].

IIpu paborte Ha obopymoBannu Agilent (CILIA)
npenjiaraeTcss UCIojb3oBaHue TpurrepHoro MRM-
a"Haym3a (tMRM). IIpu pabore B pexxmMe TpHUITep-
Horo MRM-MeTona i Kaxkaoro 1ieJeBOro aHajlu-
Ta B MeTone ompenenserca mo 10 mepexonroB MRM
(TlepBUYHBIX W BTOpMYHBIX). IlepBumunbie MRM-
Mepexonabl PETUCTPUPYIOTCS IS BCEX ONpPeneIsIeMbIX
BEIIECTB, HO KOIJa CHUTHAJ OOHOIO M3 IePBUYHBIX
MRM-niepexonoB IMpeBbILIAET 3aJaHHbII M0JIb30Ba-
TEJIEM ITOPOT, 3aITyCKaeTCsI CKAaHMPOBaHE BTOPUYHBIX
MRM-1repexonoB. C moMmompio tMRM BTOpUUYHBIE
criekTpel MRM, mojrydeHHBIE B X0OIe 9KCIIEpUMEHTOB
tMRM, 00beaUHSIIOTCSI CO CHEKTpaMu IIepBUYHBIX
nepexonoB MRM 1711 KOHKPETHOTO OIPENeisieMOro
BelllecTBa I TIOJIYYCHHSI ITOJTHOTO MAacC-CIIEKTpa.
DTOT MacC-CIIeKTP 3aTeM MCIIOJIb3YeTCsT AJIsk OMOIHo-
TEYHOTO ITOMCKA ¥ MIESHTU(UKALIMI NHTEPECYIOIINX
coenquHeHnil. OCHOBHOE IIPEMMYIIECTBO MCITONb-
3oBaHus tMRM 11 mosydeHMsI 3TUX IIPOAYKTOB
Ha CIIeKTpax, a He OOBIYHBIX METOIOB IOJTHOIO MOH-
HOTO CKaHMPOBAHUSI, 3aKJIIOYAETCS B TOM, YTO IIO-
nmygenne Bcex 10 mepexomoB MRM 3anmMaeT MeHee
50 Mc, B TO BpeMs KaK TUIMMYHOE MOHHOE CKaHUPO-
BaHME IIPOAYKTa HA MOHHOM JIOBYIIIKE WUIM TPOMHOM
KBaIpyIOJBHOM MpHOOpPE 3aHNUMAET HPHOIN3UTEIb-
HO 200 mc. Takoe Mmaiioe BpeMs IIMKIIA TTO3BOJISIET
PEernucTpUpOBaTh OOJIBIIIEe YMCIO CKAHOB HA TIHWK,
a ToJIlyJaeMble KOJTMICCTBEHHBIC TAHHBIC CTAHOBSITCS
OoJree YyBCTBUTEITLHBIMY 1 HAIEXKHBIMU [4, 5].

Ilpu pabore Ha o6opymoBanun Shimadzu
(Almonust) mpemaraeTcss MCIIOJIb30BAaHME TPUITEP-
Horo MRM-aHanu3a, Korga CKaHUpPOBaHUE IIOJI-
HOTO MacCC-CHEeKTpa HAYMHASTCS IIPU IIPEBBIIIIC-
HUM 3apaHee 3agaHHOW MHTEHCHBHOCTH 1IEJIEBOTO
MRM-nepexona. Meroa no3BoJisieT OOHOBPEMEHHO
CKaHMPOBAaTh TPU HMOHA-IIPOAYKTAa C pa3HbIM 3HA-
YeHNEM BHEPIrUU COyNapeHUsl IJISI OMHOTO COOBITHS
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MRM c niocnenytoinmm mnojaydeHueM o0beIMHEHHO-
ro macc-crnekrpa [6]. B HekoTopbIXx paboTax Takxke
npemaraetcss pexum MRM-Spectrum, KoOTopblid
npeanojiaraeT CHsATWE Oojblioro uyucia MRM-
nepexonoB (6osnee 10) U ucnosb30BaHUE IOJTYYEH-
HbIX JAaHHBIX IS OMOAMOTEeYHOro moucka. Yuciao
ucrnojb3dyeMblx MRM-nepexonoB M KaXXaoro co-
eIMHEHWST OTPAHUYEHO JIUIIb XMMUYECKOU CTPYKTY-
poii uccieayeMoro BeliecTna [7].

ITpousBoouTeM aHAIUMTUYECKOTO OOOpyIOBa-
HUS B CBOMX METOIMYCCKHX PEIICHUSIX OTpaHNINBa-
IOTCS1 JIMILb OMMMCAaHUEM OOIIMX MOAXOI0B, O0€3 Ipea-
CTaBJICHUS OeTadbHOI MHGpOpPMALKMK MO HACTPOIiKe
TeX WJIX UHBIX TapaMETPOB, BIMSIOLIUX Ha KA4eCTBO
noJiydaemMbix JaHHbIX. C Leablo onpeneacHus ONTr-
MaJbHBIX 3HAYEHUM TaKMX MapamMeTpoB, Kak IJIu-
TEJIbHOCTb PETMCTpPallMK CEJIEKTUBHBIX IEPEXON0B,
JIJIATEABHOCTDb 3aJ€PKKU TIpU Tepexone OT OMHOIO
CEJICKTUBHOIO Iepexoaa K ApyromMy, CKOpOoCTh CKa-
HUPOBaHUS, MPOBEIU UX ONTUMU3ALUIO C UCHOJIb-
30BaHMEM IIpOOBI MOYM, colepxKalleii B CBOEM CO-
CTaBe O-MUPPOJUINHOBATEPOPEHOH.

BKCITEPUMEHTAJIbHAA YACTb

Pearenrtsi. Hcnons3oBanu alleTOHUTPWIT
(HPLC-gradient grade, 2>99.9%, Sigma-Aldrich,
CIIA), MmypaBbUHYIO KUCIOTY 4. 1. a. (OO0 “Kom-
MOHEHT-peakTuB”, Poccus), mis moaydeHus BOIbI
npuMeHsun cuctemy Milli-Q (Milipore, @paHius).

Ammaparypa BOXKX-MC/MC u ycioBusi Xxpoma-
TorpaMpoBaHNsA M MAaCC-CIIEKTPOMETPHYECKOrO Je-
TeKTUPOBaHuA. Vcnonb30Baau TpexXKBaAPYMOIbHbII
Macc-creKTpoMeTpuyeckuii  getekrop Shimadzu
LCMS-8050 ¢ XuAKOCTHBIM XpoMaTorpadom
Nexera X2 Shimadzu (SImonust). XpomaTtorpagpuue-
CKoe paszesieHUe OCYILEeCTBISIIA Ha KOJIOHKE C 00pa-
1meHHo-¢a30BbIM copbeHTOM Phenomenex Kinetex
C18 (2.1 MM X 100 MM, 2.6 MKJI) C TIPEIKOJIOHKOM
SecurityGuard ULTRA Cartridges UHPLC. Ilon-
BrxkHas dasa A — 0.1%-Hblil pacTBOp MypaBbUHOI
KHUCJIOTHI B Bofe, moaBrkHas (aza b — 0.1%-Hblii
pacTBOp MYypaBbMHOM KHCJIOTHEI B allETOHUTPHIIC.
[IporpaMmMa rpaIleHTHOIO 3JIIOMPOBAHUS UISI BCEX
METOIOB ObL1a OoaMHAaKOBON. IIpomo/KUTEeTbHOCTD
a”Hanuza 15 muH, ¢ 0 1o 7.5 MuH comepxaHue dasbl
b yBenmmuuBanocsk ¢ 5 1o 95% u coxpaHsIIoCh B Teue-
Hue 2.5 muH, ¢ 10.01 MUH B TeueHHE 5 MUH KOJIOHKY
ypaBHOBeIIMBAIN 95%-Hoi1 noaBvXHOR (a3oit A.
Temrieparypa TepMocTaTa KOJIOHKH IIPY aHAJIN3€E CO-
crasisiia 40 °C, ckopoctb notoka 0.3 mi/MuH. O6b-
€M MHXEKLUU 5 MKJL.

[IpyMeHsIM MOHM3ALMIO 3JIEKTPOPACIIbIICHUEM
(ESI). Ucrnonb3oBanu peKOMeHIyeMble TTPOM3BOIM-
TEJIEM IMapaMeTpbl HACTPOMKM MaccC-CIIEKTPOMETpa:
notok 4yepe3 pacrneuntensb (Nebulizing Gas Flow) —
3 n/mMuH, morok ocymarwmiero rasa (Drying Gas
Flow) — 10 1/MuH, moTtok HarpeBaeMoro raza (Heating
Gas Flow) — 10 n1/MuH, TeMIiepaTypa OCYILIAIOIIETO
Ne 2

ToM 80 2025



noaxoa K oiTMMH3ALIN TAPAMETPOB MACC-CIIEKTPOMETPUYECKOI'O AETEKTHUPOBAHHMA

raza (DL Temp) — 250 °C, Temnieparypa nHTepdeii-
ca — 400 °C, mapaMeTpbl MacC-CIIEKTPOMETPUIECKO-
ro JeTeKTUPOBAHMS IPUBENEHBI B Ta0I. 1.

Taommma 1. [TapaMeTpbl Macc-CIIEKTPOMETPUUECKOTO
IETEKTUPOBAHUS Q-TIMPPOTUANHOBaIepOGheHOHA

B pexkxume MRM npu peructpaliiu roJIOKUTEIbHO
3apSLKEHHBIX NOHOB

Hon- Won- DHeprus
MNPEIIIECTBEHHUK, | IPOAYKT, coynapeHus, 5B
M+H)*". m/z m/z (Shimadzu)

91.15 —24.0
232.15 126.10 —26.0
105.10 —26.0

XpoMaTo-Macc-CIeKTPhl perUCTPUPOBAIN C TI0-
MOIIBIO TIporpaMMHOTo obecrieueHnst LabSolutions.
J1J1s1 6GUOJIMOTEYHOTO IO0MCKA UCIIOJIB30BaJIv OMOJINO-
TEKU MACC-CIEKTPOB, BKIIOUCHHBIE B IIAKET METONIOB
Forensic Toxicology DB (Shimadzu).

PE3VIJIBTATbBI U UX OBCYXKAEHUNE

B xomrmiekTe ¢ J1abopaTOpHBIM BEICOKOA(M¢eK-
THUBHBIM XMIKOCTHBIM XpoMaTorpachoM ¢ TAHAEMHBIM
Macc-CITEKTPOMETPIYECKNM  JeTeKTopoM  Shimadzu
8050 nmmeroTcsT peKOMEeHIAaMN 10 HACTPOMKAM TIpH-
Oopa mIs1 OBYX CKPMHMHIOBBIX METONOB: MeEToma
ODS nHa xomonke Phenomenex Kinetex C18 u meTona
Biphenyl Ha xononke Restek Raptor Biphenyl. Me-
ton, ODS npenrmonaraer CKpuHUHT 1277 coemMHEHNIA,
a Meton Biphenyl — 1276 coenyHeHMiA.

AJroput™M  paboThl, MOPEIJIOXEHHBI MPOU3BO-
JuTesaeM o0OpyIoBaHUsI, IIpeAnoaraia aHaau3 Mpood
B CKPMHUMHIOBBIX METOIAX TOJbKO B pexume MPM
C MOCJICAYIOIINM HMCCIeNOBAaHNEM COMHUTEIbHBIX pe-
3yJIBTAaTOB ITOATBEPKIAIOIIMK METOIAMU C OMHOBpPE-
MEHHBIM CHSITIEM ITOJIHBIX CIIEKTPOB MOHOB-TIPOIYK-
TOB II0 TPEM SHEPIUSIM COyIapeHUIA ¢ MOCICAYIOIIM
MOIy4eHeM OOBEIMHEHHOI'O MaCcC-CIIEKTpa 1 €T0 UC-
TOJIB30BaHUEM TS OMOIMOTEYHOTO ITOKCKa.

JaHHBINA ITOOXOH HEYmOOEH ISl MpPaKTUISCKOM
paboThI, TIO3TOMY IJISI CBOMX PYTMHHBIX HCCIICIOBA-
HUII MBI HMCIOJIB3YeM METOMN, OXBATHIBAIOIIUIA OKO-
7o 300 HamboJee aKTYalTbHBIX UIST HAC COETMHEHWIA.
IIpu 3TOM cheMKa BemeTcsa B PEXHUME TPUITEPHOTO
MRM-MeTona, Ipu KOTOPOM PEruCTpais IOJIHOTO
Macc-CIIeKTpa HAyMHAETCS IIPU IOCTIDKCHWM 3apa-
Hee 3aIaHHOIO IT0pOora MHTEHCUBHOCTH, BEIOPAHHOIO
MPM-nepexona.

B MRM-CKpYHMHIOBOM METOME Yalle BCEro MC-
TIOJIB3YIOTCS CIICAYIOIINEe HACTPOMKM: IINTEIHHOCTD
PETUCTPAIY CEJICKTUBHBIX IIEPEXOIOB — 2 MC, M-
TEJILHOCTh 3alepXKM IIpY IIepexone OT OTHOIO Ce-
JISKTUBHOTO IIepexona K apyromy — 1 mc. B pexume
PETUCTPAi TIOJIHBIX CIEKTPOB HMOHOB-IIPOOYKTOB
CKOPOCTb CKaHMPOBAaHMS YCTAHABIMBAIOT HA YPOBHE
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15—30 ThIC. CKAaHMPOBAHUIA B CEKYHIY, IIPX 3TOM MaK-
CHMAaJIbHOE BpeMsI LIMKJIA IJIT CKPMHMHIOBOTO METOIa
COCTaBJISIET OKOJIO 2 C, YTO IIPH CpeIHEeH IMpPUHE ITKa
6—7 ¢ ¥ IpY ONTUMAJIEHOI HACTPOIKE ITOPOra BKIIIO-
yeHUsI TpurrepHbx MRM 11o3BoJIseT IorydaTh 10 6—8
CKAaHOB Ha ITMK, YTO SIBJISICTCSI JOCTATOYHBIM IS eI
Ka4eCTBEHHOTO aHanm3a [§].

IIpy 3HAYWUTEIIFHOM  CONEPXXKAHUU  IICJIEBO-
o0 aHajgWTa B IIpo0e MaHHBINA ITOIXON ITO3BOJISIET
B 85—90% ciyuyaeB IoJy4aTh XOPOIIKE W BOCIPO-
W3BOAMMEBIE Macc-CITleKTpel. Ho mpy HM3KOM comep-
JKaHUU 1IeJIEBOTO KOMIIOHEHTa B IIpOOE KavyecTBO
MOJIy9aeMbIX MACC-CIIEKTPOB CHIDKASTCS, U IIpHU
OMOJIMOTEYHOM MOUCKe MbI TonydaeM 30—60% co-
BHAICHUI ¢ OMOIMOTEYHBIMM MAacC-CIIEKTPaMU, YTO
HEIOCTATOYHO IS MACHTU(DUKAIUKY aHanuToB. st
MOATBEPXKIECHUST HAIWM4YMs B mIpoOe 1IeJIeBOro aHa-
JIUTa HEOOXOIMMO IIPOBECTH IIOBTOPHBIN aHaIU3
MOATBEPKIAIOIINM METOIOM C ONTHMU3MPOBAHHBI-
MM TTapaMeTpaMHU C LIeNbIO ITONIydeHusT Ooee Kade-
CTBEHHBIX HAaHHBIX. I ONTUMM3AlKM 3HAYCHUIA
MapaMeTpoB, KOTOPBIC IIPEANIOYTUTEILHO WCIIOIb-
30BaTh IPU CO3MAHUU TOATBEPKIAIOIINX METOIOB,
HCIONb30BaIM 1Ipoby Moun PT-36, kotopyio paHee
paccbliana “Accolualius CHelyaluCcTOB 0 XUMU-
KO-TOKCHUKOJIOTMYECKOMY U CYIEOHO-XMMUIECKOMY
aHanu3zy” B pamkax 10 payHoa MexiabopaTOpHBIX
CIMYUTEILHBIX UCTIBITAaHUI. B maHHOI 1Ipobe BceMm
JTa0OpaTOPUSIMMU-YIACTHUKAMK BBISIBICH IIHPOKO
pacIpoCcTpaHeHHEI MIPeACTaBUTE b TPYIIILI CHHTE-
TAYECKNX KATUHOHOB O-MUPPOIUANHOBaIepode-
HOH (puc. 1, 2). a-IlupporunrHoBaniepodeHOH COo-
JepKajcs B Mpo0e B 3HAYUTEIIEHOM KOHIIEHTPALINH,
noatomy ee paszpoauau B 4000 pa3 go mosydyeHuUs
HEUACHTU(DULIMPYEMBIX MAacC-CIIEKTPOB, COBITaACHUE
¢ OMOJIMOTEUHBIM MaCC-CIIEKTPOM COCTaBJISLIO MEHEE
30 % (puc. 3).

Hanee onTUMU3UPOBAIUA YCIOBUS J€TEKTUPOBA-
HUS O-TIMPPOJMANHOBAIEpOGEeHOHA, B35IB 32 OCHO-
By MapaMmeTpbl HACTPOMKM CKPUHUHTOBOIO MeETona
(ITUTETbHOCTU PETUCTPALIMU CEJIEKTUBHBIX MEPexo-
OB — 2 MC, JUIMTEJIbHOCTh 3aJCPKKU MPU Mepexoae
OT OJHOTO CEJIEKTUBHOTO Iepexona K Apyromy — 1 Mc,
ckopocth ckanupoBanust — 30 000 da/c) u mMeHss
3HauYeHUE OAHOIO U3 MapamMeTpoB. [TonyyeHHbIe JaH-
HbIE CpaBHMBAJIM B IIEPBYIO OYepelb MO MPOLEHTY
COBMAAEHMSI MOJyYaeMbIX Macc-CIeKTpOB ¢ OMOI1O-
T@YHBIM MACC-CIIEKTPOM, a TaKXKe OLEHUBAIU MOJIy-
yaemble (hOpMbI XxpoMaTorpahrIecKux Mpoduieii.

IIpn onTuMM3auMu MNapaMeTpa IIUTEIbHOCTH
3aepPKKU MPU Tepexoae OT ONHOIO CEeKTUBHO-
ro mepexoma K IpPyroMy YCTaHOBWJIM, YTO €€ W3-
MeHeHue oT 1 Mc go 10 Mc He BIMSIET Ha KayecTBO
MOJIy4aeMbIX MAacCC-CIIEKTpOB M Tpodwib (HOPMBbI
MRM-xpomatorpamm (puc. 4). Ilpu usMeHeHUU
JJIATEIbHOCTU PETUCTPALIMU CEJEKTHUBHBIX MEepPeXo-
JgoB ot 0.8 mc mo 10 Mc Jiydinue pe3yJabTaThl MOJIY-
yeHsl ipu 10 Mc (puc. 5). I1pu nanpHeineM yBenn-
YEHUM UIUTEIbHOCTU PErucTpalyv CeIeKTUBHBIX
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Puc. 1. Xpomarorpadudeckuii mpoduiib mpoosl Mmoun PT-36.
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Puc. 3. Xpomarorpaduueckuii npoduib mpoost Moun PT-36 B pasz6asiennu 1/4000. Meron — CKpMHMHIOBLII, Gojiee 300
oIpenesieMbIX BellecTB. Macc-CeKTp HeuIeHTUDULIMPYEMBIii, COBNaieHUE C OMOIMOTEYHBIM MACC-CIIEKTPOM O-TTUPPO-

nuauHoBaiepodeHoHa meHee 30%.

nepexonoB 10 25/50 Mc CyIIeCTBEHHBIX YIyJIIeHUI
KadyecTBa IOJIyJaeMbIX MacC-CIIEKTPOB He Habona-
qu. [1pu onTuMM3auy mapaMeTpa CKOpOCTH CKaHH -
POBaHMS TYIIIIE MACC-CIIEKTPHI MTOIYIWIM IIPU CKO-
poctu ckanupoBanus ot 1000 mo 5000 Ja/c (puc. 6).

Hcxonst m3 MOIyYeHHBIX IIPU ONTUMM3AIIAMN
TMAHHBIX, CO3MaIY MOATBEPXKIAIOIINI METO LIS Ae-
TEKTUPOBAaHUSI TOJIBKO C-IIMPPOJIUINHOBaIEpode-
HoHa. ONTUMaNbHbIE HACTPOMKU: CKOPOCTb CKaHM-
poBanus — 5000 [da/c, IIUTeIbHOCTb pEeTUCTpaln
CEJIEKTUBHBIX IIepexomoB — 10 Mc, UIMTETBHOCTH
3aepXKN IIPpU IIEpPeXole OT OMHOIO CeJeKTUBHO-
ro nepexona K apyromy — 1 mc. I1Tpo6y mouu PT-36
B pasBeneHuu 1/4000 uccnemoBaay MpenioXeHHBIM
noarBepxaaoiuM MetonoM. Kak BumgHo u3 puc. 7,
B CPaBHEHUM C pe3yJbTaTaMu, MOJyYeHHBIMUA CKPH-
HUHTOBBEIM METOIOM IO IIPOBEACHUS ONTUMMU3AIINN,
yIaJI0Ch 3HAYMTEJIBHO YIIYYIINUTh (hOpMY MHKa U Ka-
YECTBO MOJIyJ4aeMOI'0 MacC-CIeKTpa.

IIpennoxkeHHBIN aarOpUTM ITOKa3all CBOIO (-
(beKTUBHOCTb Ha TIpPaKTUKE IIPU PYTUHHBIX XMMU-
KO-TOKCHKOJIOTUYECKUX MCCICIOBAHMUIX IIPO0 MOYM
Ha colepxKaHHe Pa3IMYHBIX HAPKOTUYECKUX M Jie-
KapCTBEHHBIX BEIIIECTB.

Ilpumep 1. Tlpu uccnemoBaHUM TIPOOLI MOYU
CKPMHMHIOBBIM METOAOM MOJYYMIM IIMK B OKHE
cepTpajliHa, IIpU OMOJIMOTEYHOM ITOMCKE YIAIOCh
MOJIYYUTh JHilb 35 % coBnaneHus. Co3gaHue IoM-
TBEPXKIAIOIIETO METOIa HAa OMHO COSMUMHEHME C OIl-
THUMU3UPOBAHHBIMM ITapaMeTpaMHM ITO3BOJIIIO IOy~
YUTh MAcC-CIIEKTp JIy4lero kadecrea. CoBnameHue
¢ GUOIMOTEYHBIM MAacC-CIIEKTPOM COCTaBUIO 86%

(puc. 8).

KYPHAJI AHAJIUTUYECKON XUMUU  Tom 80 Ne2

IMpumep 2. Ilpu wmccrnemoBaHUM TIPOOBI MOYM
CKPUHUHTOBBIM METOAOM IIOJYYMJIU MUK B OKHE
11-HoOp-nmenbra-9-TeTparnapoKaHHAOMHOJI-9-Kap-
OOHOBOI KWCJIOTHI, TIpY OUOJIMOTEYHOM TIOMCKE
yIAJ0Ch MOIYIUTh HIb 33% coBrageHus. Cosna-
HUE MMOATBEPXKAAIOIIET0 METOIAa Ha OOHO COENMHE-
HUE C ONITUMU3MPOBAHHBIMU TTapaMeTpaMM IT03BO-
JIWJIO TIOJIYYUTh MAaCC-CIEKTpP JIy4YIlero KadecTBa.
CoBniageHne ¢ OMOIMOTEYHBIM MacC-CITEKTPOM CO-
craBuiio 88% (puc. 9).

IIpumep 3. Ilpm mcciaemoBaHUM TIPOOLI MOYU
CKPUHUHIOBBIM METOHOM IIOJYYMIM MUK B OKHE
¢enTanmIa, IpU OMOIMOTEYHOM IIOMCKE YHAJIOCh
MOJY4YuTh JUIllb 34% coBnageHus. Co3maHue moI-
TBEPXKIAIOIIETO METOIA Ha OMHO COENMHEHME C OIl-
TUMU3UPOBAHHBIMU  ITapaMeTpaMy  II03BOJIMIIO
MOJIyYUTh MAacC-CIIEKTp JIYYIIero KauecTBa, COBIIa-
JIeHKUE ¢ OMOIMOTEYHBIM MACC-CIIEKTPOM COCTABUIIO
91% (puc. 10).

k 3k ok

OnTUMU3UPOBAHbI 3HAYEHUS TIApaMEeTPOB IS
MONTBEPXKAAIONIMX METONOB: UIMTEIBHOCTh pe-
TUCTPAllMM CENIEKTUBHBIX TEPEXOJI0B — HE MeHee
10 MC, MIUTENTBHOCTH 3aJEPXKKWA TIPU TIEPEXome
OT ONHOTO CEJIEeKTMBHOTO Tepexolaa K Ipyromy —
1 Mc, ckopocTh ckanupoBanus — 1000/5000 Mla/c.
JlaHHBII TTOAXOM YCIIEITHO TTPUMEHEH Ha TTPaKTUKe
MPU PYTUHHBIX XMMUKO-TOKCUKOJIOTMUECKUX HC-
CJIEIOBAHUSIX MPOO MOUM C HUBKUM COIEpPKaHUEM
Pa3IMYHBIX HAPKOTUYECKUX U JIEKAPCTBEHHBIX BE-
IIECTB.
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Puc. 4. Pe3yanaTb1, MOJIYYECHHBIC ITPU ONITUMU3ALUN JJIMTCIBHOCTU 3aACPKKH ITPU IEPEXOAE OT OJHOI'O CEJICKTUBHOTIO I1€-

pexona K Apyromy, (a) yctaHOBJIeHHOE 3HaueHne — 1 Mc, (0) yCTaHOBJIEHHOE 3HaYeHUEe — 5 Mc, (B) YCTaHOBJICHHOE 3HaYe-
Hue — 10 mc.
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Puc. 5. Pesynbrarsl, oslydeHHBIE TTPU ONTUMU3ALK IJIUTEIBHOCTU PETUCTPALIMU CEJIEKTUBHOIO mepexona, (a) yCTaHOB-
JeHHoe 3HaueHne — 0.8 Mc, (6) ycTaHOBJIEHHOE 3HaUeHUe — 5 Mc, (B) yCTaHOBJIEHHOE 3HaYeHue — 10 mc.
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Puc. 7. (a) Xpomarorpabuyeckuii mpoduib npodsl Mmouu PT-36 B pasz6asienuu 1/4000, moxydyeHHbBI ONTUMU3KPOBAaH-
HBIM ITOATBEPKIAIOIIMM METOIOM, COBIaAeHUE C OMOIMOTEYHBIM MACC-CIIEKTPOM O-MMPPOIUArHOBaepodeHoHa 61%, (0)
Macc-CIeKTp A-TMMPPOTUINHOBaIepodeHOHa TpU d3HepruK coynapenust 30 aB.
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Puc. 9. Xpomarorpaduueckue mpoduivm 1 Macc-CIeKTphl TPOOBI MOYH, ITOTyYeHHBIe (a) CKpHHUHTOBBIM U (0) TTONTBEPXK-
JMAIIUM MeTogaMu. HacTpoiiku CKpUMHUHTOBOTO METONA: JJINTEIbHOCTh PETUCTPAIlK CEJICKTUBHOTO Tlepexona — 2 Mc,
IUTUTETBHOCTH 3aIePXKKH TIPH TMEePexoie OT OMHOTO CEJIEKTUBHOTO Mepexona K 1pyromy — 1 Mc, CKOpOCTh CKAHUPOBAaHMS —
30 000 ckanupoBaHuii B ceKyHay. CoBnazeHue ¢ OMOIMOTEYHBIM Macc-CcrieKTpoM — 33%. HacTpoiiku moaTBepKaaroiiero
MeTona: JUIUTEIbHOCTh PETUCTPALIMU CeJIEKTUBHOTO nepexona — 10 Mc, IIUTEbHOCTU 3aAePKKU TIPU TIepexoe OT OMHOTO
CeJIEKTUBHOTIO Tepexoia K ApyroMy — 1 Mc, ckopocTb ckanupoBaHus — 5000 ckaHupoBaHuii B cekyHay. CoBnageHue ¢ 61o-
JINOTEYHBIM MACC-CIIEKTPOM — 88%.
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Puc. 10. XpomaTtorpadudeckue mpodiIv U Macc-CIeKTpbl MPOOLI MOUM, MOJTYYEHHBIE (2) CKDUHMHTOBBIM U (0) TTIOATBEPXK-
nJaonmM Merogamu. HacTpoiiku CKpMHMHIOBOTO METOAA: AJIUTEIbHOCTh PETUCTPALIMM CEIEKTUBHOIO Iepexona — 2 Mc,
JUIMTEIBHOCTU 3aJ€PXKU IIPH IEePEX0/ie OT OMHOIO CEJIEKTUBHOIO Mepexona K Apyromy — 1 Mc, CKOpOCTh CKAaHUPOBAHUS —
30 000 ckanupoBaHuii B cekyHay. CoBrnameHue ¢ OMOIMOTEYHBIM Macc-CIIeKTpoM — 34%. HacTpoiiku moaTBepKaaroIiero
MeToJa: JJINTEIbHOCTh PETUCTPALIMKU CeJIEKTUBHOrO mepexona — 10 Mc, IIMTEeIbHOCTU 3aAePKKH MIPU IIEPEX0Ie OT OTHOTO
CeJIEKTUBHOTIO Tlepexoaa K Apyromy — 1 Mc, ckopocTb ckanupoBaHus — 5000 ckaHupoBaHuii B cekyHay. CoBnageHue ¢ 61o-
JIMOTEYHBIM Macc-cIrieKTpoM — 91%.
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OUHAHCHUPOBAHUE PABOThHI

Hannas pabora (uHAHCHUpoOBagach 3a CYET
cpeactB Owomkera HosiOpbCKOro ICHUXOHEBPOJIOTH-
YECKOro auciiancepa. HuKakmx ITOIOIHUTEIbHBIX
TPAHTOB Ha IPOBEICHNE WM PYKOBOACTBO JAaHHBIM
KOHKPETHBIM MCCIEI0BaHNEM TIOIy4eHO He OBLIO.

COBJIIOAEHUE 5TUYECKUX CTAHIAPTOB

Bce Ouonormueckue martepuanbl, HCIIOJb3ye-
Mble B paborte, SIBISIOTCS 00e3IMYeHHbIMU OUOJIO-
ruyecKuMu npodamu. I1poOsl ObLIN U3BSATHI U3 MO-
PO3WIBHOM KaMepbl XWMHKO-TOKCUKOJIOTMYECKOM
Jlabopatopuu Iepen MX YyTWIM3aLUen U WISl CBOETrO
WCIIOJb30BaHMSI HE TPEOYIOT pa3pelieHUs STUYECKO-
ro KOMMUTETA.

KOH®JIUKT MHTEPECOB

ABTOpBI JaHHOI pabOThI 3asIBISIIOT 00 OTCYT-
CTBUM KOH(IMKTa MHTEPECOB.
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APPROACH TO OPTIMIZATION OF MASS SPECTROMETRIC
DETECTION PARAMETERS FOR IDENTIFICATION
OF ULTRA-SMALL AMOUNTS OF HIGHLY TOXIC SUBSTANCES

M. Sh. Aigumov* *, S. A. Savchuk® ¢

9 Noyabrsk Psychoneurological Dispensary
Noyabrsk, Russia
b Association of Specialists in Chemical-toxicological and Forensic Chemical Analysis
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Abstract. The procedure of optimization of the following parameters is described: scanning speed, duration
of registration of selective transitions (dwell time), duration of delay in transition from one selective transition
to another (pause time). A chromatograph for HPLC with a three-quadrupole mass spectrometric detector
(LC-MS/MS Shimadzu 8050) was used. Chromatographic separation was carried out on a column with
reversed-phase sorbent Phenomenex Kinetex C18. As mobile phase A was used 0.1 % solution of formic acid
in water with addition of 10 mM/L ammonium formate, as mobile phase B — 0.1 % solution of formic acid
in methanol with addition of 10 mmol/L ammonium formate. The optimal parameters for confirmatory
methods were established: duration of registration of selective transitions — not less than 10 ms, duration of
delay in transition from one selective transition to another — 1 ms, scanning speed — from 1000 to 5000 scans
per second. This technique has been successfully applied in routine chemical and toxicological studies of urine
samples with low content of various narcotic and medicinal substances.

Keywords: HPLC-MS/MS, cycle time, duration of registration of selective transitions (dwell time), scanning
speed, duration of delay in transition from one selective transition to another (pause time).
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