641

VIIK 543.51

AHanuns neHToKCUMUNIMHaA MeTO40M Macc-
CMEeKTPOMEeTPMM C MaTPUYHO-aKTUBMPOBAHHOMN Jla3epHOU
aAecopoumen/moHnsauuen

Yamsn K.P., [Tapamonos C.A., Pesenbckuit . A., Bypsik A.K.

Yupeorcoenue Poccutickou akademuu Hayk Uncmumym @uzuyeckou Xumuu U 31eKmpoxumuu
um. A.H. @pymxuna PAH, Mockea

[octynuna B pemakmmro 1.04.2011 1.

AHHOTaUuA

H3ydeHa BO3MOXKHOCTD aHaIN3a (hapMaIeBTHYCCKON CYOCTaHIMK — MEHTOKCU(DUILTHHA METOIOM
MacCC-CIICKTPOMETPUH C MaTPUYHO-aKTUBHUPOBAHHOM Jia3epHO# mecopOuueii/monuzanueii (MAJIJIN).
HccnenoBaHo BIHMsSHUE HPUPOIBI WCIIOJIB3YEMOW MaTpHIBL, crioco0a HaHEceHHs o0pasla, MOIIHOCTH
HMOHU3UPYIOIIETO JIa3€PHOTO0 M3JIy4EHUs Ha COCTaB Macc-cnekTpa. Iloka3aHo, 4To MeTox Macc-
cnekrpomerpur MAJIZIN mo3BossieT naeHTH(UIMPOBATh NMEHTOKCH(WUIMH Ha ypoBHe 8*10-15 mous.
Wzyuensl mporecchl (parMeHTanud MPOTOHMPOBAHHBIX MOJICKYJISIPHBIX HMOHOB IEHTOKCH(DMIUIMHA.
IIpoBeneno comocraBieHne Macc-criektpoB MC/MC, momyueHHBIX ¢ uwoHmzamuedn MAJIIU wu
JIUTEPaTYPHBIX AaHHBIX, OTYYEHHBIX ¢ HOHHU3AIMEH 3IEKTPOPaCIIbIIICHUEM.

KaroueBble ci10Ba: MaTpUYHO-aKTUBHPOBAaHHAS Ja3epHas JecopOnus/MOHU3aLMs, Macc-
CIIEKTPOMETPHS, IEHTOKCU(UIUINH, aHAIN3 JIEKAPCTB.

The possibility of pentoxifylline analysis using matrix-assisted laser/desorption/ionsation mass
spectrometry (MALDI MS) was investigated. Influence of matrix nature, sample preparation method and
laser settings on mass spectrocoric characteristics were studied. It was shown that MALDI MS allows to
analyze pentoxifylline at 8*10-15 level. Fragmentation pathways of protonated molecular ions were
studied using MALDI mass-spectrometry. The results were compared with respective literature data
received with electrospray ionisation

Keywords: matrix-assisted laser/desorption/ionsation, mass spectrometry, pentoxifylline,
analysis of pharmaceuticals

BBepeHue

MeTtox MaTpuuHO-aKTUBUPOBAHHOM a3epHON necopOuumn/monuzammu (MAJIJIN)
LIMPOKO MPUMEHSIOT JUIsl aHAJU3a BBICOKOMOJEKYJISPHBIX BEIIECTB, TAKUX KAK IMENTH]BI,
IIPOTEUHBI, CUHTETHUYECKHE MIOJIUMEDBI, MI0JINCaXapUabl, OJIUTOCaxapuiabl,
omuronyknearuasl  [1,2].  IlpemmymectBom  Meroma — sBIseTcss — oOpa3oBaHHE
BBICOKOMHTEHCUBHOTO THKa KBAa3MMOJIEKYJIAPHOTO HMOHA JUIs JaOWIBHBIX COEAMHEHHH
pa3HBIX KJIACCOB B OTJIMYME OT APYTUX METOJI0OB HOHM3ALMH [3].

Meton MAJIIM nnutenbHOE BpeMsl HE IOJIy4aldl LIMPOKOTO NMPUMEHEHMS NS
aHaJIM3a HU3KOMOJIEKYJISIPHBIX BELIECTB H3-32 MEIIAOLIECTO BIUSHUS HMOHOB MATpPHULBI B
HU3KOMOJIEKYJIsIpHOH oOmactu. OpgHako B HACTOSIIEE BpeMs pacTeT HHTEpec K
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npuMeHenuto metoxa MAJIJIMA nnga aHanu3a HU3KOMOJEKYJSAPHBIX COEIMHEHUN [4].
W3BecTHBI pabOTHI MO MPUMEHEHHUIO TOr0 METONa AJIs OMpeAeNieHUs aMHUHOKHCIOT [5],
JKUPHBIX KHCJIOT [6], dhapmaneBTrueckux cpenacts [7-10]. [ns ananusa jJekapCTBEHHBIX
cpeactB npumenenne meroga MAJIJIU siBisercst akTyalbHBIM H3-32 BO3MOXKHOCTH MX
OTIpeIeJICHUsT HEITOCPEICTBEHHO B JieKapcTBeHHOU popme (Tabmetke) [11,12].

Bei6op marpuiter st MAJIJIM B TakuxX HCCIEIOBAHUSX YACTO OMPEIENSIeT yCIeX
aHanu3a. bBoJBIIMHCTBO coenMHEHUN, npuMeHsemMbix B kadectBe MAJIJIM wmarpui,
SIBISIIOTCS ~ HU3KOMOJIEKYJISIDHBIMM ~ OPraHUYECKUMH  COCJIMHEHUSIMHU. CambiMu
pacrpoOCTPaHEHHBIMU MaTpHULAMU SIBISIOTCS  O-LAAHO-4-TUAPOKCUKOPUYHAsA KHUCIIOTa M
2,5-nuruapokcubensoinas kucnora [4, 5, 9]. OnmHako cymiecTByeT psia paboT 1o
OTIPENICTICHUI0 HHU3KOMOJIEKYJISIPHBIX COCJIMHEHHH, B KOTOPBHIX B KayeCTBE MaTPHII
UCTIONB3YIOTCS TOP(UPHHBI, OTHOCUTEIHHO BHICOKOMOJIEKYJISIPHBIE cOequHeHus [6, 7, 13].

Jns  aHanu3a HU3KOMOJIEKYJISIPHBIX COCIWHEHUN TMPUMEHSIOT TaKXKEe METOJ
MOBEPXHOCTHO-aKTUBHPOBAHHOMU Ja3epHoi aecopOuuu/nonuzamuu (ITAJIM), B koTopom
B MPOLIECCE HOHU3AIMU BMECTO MATPHULBI HCIOJIB3YETCS IMOBEPXHOCTh. B kauecTBe
MOBEPXHOCTEH, YYaCTBYIOLUIMX B HWOHM3ALMH, HCHOJB3YIOT YIJIEPOJIHBIE MAaTepUalbl,
MOPOIITKHA METAJIJIOB U UX OKCHIOB, AUCTIEPCHBIN KpemHuit u ap. [3] Hampumep, pactBop
oOpa3iia CMENIMBAIOT C CYCIEH3MeH MOpoIlKa YIiepoJa B METaHOJIe WM TIUIEpUHE.
Takxke m00aBISAIOT caxapo3y s YMEHBIICHHWS (OHOBBIX CHUTHAJIOB, OTBEYAOIINX
yriepony [14].

[lenbro HACTOSIIIETO UCCIIENOBAHUS SIBISIIOCH U3YUYEHUE BO3MOKHOCTH MTPUMEHEHUS
macc-ciektpometpun  MAJIJIM  x ananmuszy (apmaneBTHUECKOl CyOCTaHIMH —
NEHTOKCU(DWITNHA Y BIHSHHS TaPaMETPOB IKCIIEPUMEHTA Ha COCTaB MacC-CIIEKTpa 3TOTO
BaXHOTO coeMHEHUsA. [IeHTOKCU(DMIITUH SBISETCS NEUCTBYIONINM BEIIECTBOM PA3IUYHBIX
dapmaleBTUYECKNX NPEMapaToB YIYUIIAIOMIUX PEOJIOTHYECKUE CBOMCTBA KPOBH U
NPUMEHSIOIINUECS B JICUCHUWU HapylIeHUH nepudepudeckoro u I1epedpoBacCKyISIPHOTO
KpoBooOparieHusi. B mgaHHOW paboTe wuccineqoBaHbl pa3WYHBIE BapUAHTHl HAHECEHUS
MaTpUIbl U aHAIUTA HA MUILIEHb, UCCIEIOBAaH COCTaB MOHOB B macc-cnektpe MAJIJIA B
3aBUCHMOCTH OT MATPHUIIBI H  COOTHOIICHUS  MATPHIQ/aHAIUT  JUIsl  JaHHOU
dapmaleBTUYECKOI CyOCTaHIINN.

OKCNepumMeHT

Paboty npoBoamiu Ha Mmacc-cnektpoMerpe ¢upmbl Bruker monenn «Ultraflex II
MALDI TOF» (I'epmanust). MoHu3ammio MpoBOAIA a30THBIM JIa3epoM ¢ paboueil ITHHOM
BOJIHBI A=337 HM, MakcuMainbHOU sHepruerd 100 Mk [X/MMITylbc HEMOCPEICTBEHHO Ha
MUIIEHH C pErucTpanueil IMOoJIOKUTENbHBIX HOHOB. Yacrora BeIcTpesnoB — 20 I,
KOJINYECTBO UMITYJIbCOB — 50, BpeMsi MEXIy MMITyJIbCAaMH, JAIOIIMMU CyMMAapHBIN CIIEKTP
— lmMxc. Peructpanuio macc-ciekTpoB npoBoawiud B auanazone 50 - 500 J[. MC-MC
CTIIEKTphl (hparMEeHTALMM TPOTOHMPOBAHHBIX MOJIEKyN TeHTokcupuminaa [M+H]"
peructpupoBanu ¢ nomouibio meroga FAST.

B MAJIAN-MC skcrniepuMeHTax HMCIIOJIB30BAINM MUIIEHb U3 HEP)KABEIOLIEH CTaln
Ha 384 oOpasma («Bruker», ['epmanust). PacTBopsl 00pa3IioB HAHOCHIN MHKPOIIIIPUIIEM
Ha 1 Mk («Hamiltony, CIIIA). O6beM BBOIUMOI TPOOBI COCTABISAT 1 MKII.

B kauectBe o0OBeKkTa HCCIEeNOBaHHMA OblIa BBIOpaHa (QapMmareBTHYECKas
cyOcranmus - neHrokcudummn (3,7-auruapo-3,7-aumerun- 1-(5-okcorexcun)- 1 H-mypun-
2,6-11MOH), CTENEHb YUCTOTHI KOTOpoW Mo JaHHeIM BOXX u snemenTHOro ananmsa
coctaBisuia  cBeimie  99%. B kauecTBe  MaTpullbl  MCHOJIB30BAIM  O-IIMAHO-4-
ruapokcukopuunyio kuciory (a-CHCA) u 2,5-murunpoxcubensoiinyio kuciory (DHB)
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(Tabn 1). B xayecTBe pacTBOpUTENS I NPUTOTOBJICHHUS PACTBOPOB HMCCIIETYyEMBIX
COC,[[I/IHCHI/Iﬁ 1 MaTpull UCII0Jb30BaJIaCh CMECh alICTOHUTpPUIIA U ,Z[HCTI/IJIJIHpOBaHHOfI BOJbI
B cOOTHOLIEHUH 1:1.

Tabmuma 1. Aranu3upyembie BelecTBa U MaTPHUIIbl, HCTIOJIb30BAHHBIC B HCCIICIOBAHUH.

Hcxonnasa
HasBanue M CrpykrypHas popmyia S —
[enTokcupmnma f i FHs
(3,7-murunpo-3.7- HaC N N
aumeTu-1-(5- 278,1 )\ | /> 1 MKr/mi
okcorekcun)-1H- . N
IIypUH-2,6-11O0H) CHjg
o-1MaHo-4- "o oM
TUIPOKCUKOPUYHAS 189,7 _ 2.13-10° MKr/mi
KHCIIOTa AT
OH
2,5- °
nuruapokcuden3oitHas | 154,1 HO 1.17-10° Mkr/mi
KHCJIOTa o

HcxonHble pacTBOPHI NEHTOKCU(PHIUIMHA, O-IIHaHO-4-THAPOKCUKOPUYHON KHCIOTHI
u 2,5-TUruapOKCHOCH30MHON KHUCIOTHl OBUIM TPUTOTOBJIEHBI PACTBOPEHHEM CYXOTO
BCIICCTBA B cMecu ACTOHUTPUII . BOJa. OcranbHble PAaCTBOPLI noJryvuajin
MocleI0BaTeIbHBIM  pa30aBlieHUEM MEePBOHAYAILHOTO  PacTBOpaA. Hcxonnbie
KOHIIEHTpPAIIUN PaCTBOPOB MPUBEACHBI B Ta0T 1.

OO6pa3ibl HAHOCWIIMCh Ha MUIIIEHD CIAEAYIOIIMMH CTIOCO0aMHu:

- HAHOCWJIU TIOCTIEIOBATEIHbHO PACTBOP MATPHIIBI, 3aTEM PACTBOP AaHAIINUTA;

- HAHOCWJIHM pacTBOp, IOJYYEHHBIH MpeIBAPUTEILHBIM CMEIIEHHEM pPaBHBIX
00BEMOB PaCTBOPOB MAaTPHIIBI M aHAJIUTA.

Hanecénnble 00pa3ipl BBICYIIMBAIUCh JI0CYXa, 3aT€M MHUIIEHb MOMENald B
npubOp U PErUCTPUPOBATU MACC-CIIEKTPHI.

O6cyxaeHue pe3ynbLTaToB

OpnHoil W3 3amad AaHHOW PalOTHI ABISIIOCH MCCIIEJOBAHUE BIIMSHUS MapaMeTpoOB
POOOIIOATOTOBKH U YCJIOBUHM SKCIIEPUMEHTA HA COCTaB MACC-CIEKTpa MEHTOKCU(UIUINHA.
Hammn wuccrnenoBanoch 1Ba BapuMaHTa HaHECEHHMs oOOpas3lla M MaTpUIbl HA MHUILECHb,
onucaHHbie Bbie. OOHAPYKEHO, YTO TPH PaA3IUYHBIX CIOCO0aX HAHECEHHUs 00pa3IoB
KpUCTAUTU3aIMsl MpoTekaeT mo-pasHomy. Ha Pucynke 1 mpeacraBiensl ¢otorpaduu
Y4aCTKOB MUIIEHHU C HAHECEHHBIMU Ha MOBEPXHOCTh 00pa3liaMu.

B cnyuyae mocnenoBatensHoro Hanecenus ¢ marpuueii CHCA (a) naGmonaercs
KpPYMHbIE MPAKTUUYECKH PaBHOMEPHO paclpeielieHHble KPHUCTAUIbI, TOTAA Kak B ClIy4yae
npeaBapuTeNbHOro cMmenleHus (0) - Menkue KpucTauibl. [Ipu nCnoap30BaHUU MAaTPULIBI —
DHB B o0oux ciny4asx KpUCTaUTM3allds MPUBOIUT K OOpa30BaHHUIO KPHUCTAJUIOB €1Ba
3aMETHBIX MJIM HE3aMETHBIX Ha MOBEPXHOCTH MUIIEHH (B, I') MPH JAHHOM YBEIHUYCHHUH
KaMephl.

IIpu stom B ciaywae DHB mist oboux crmocob6oB HaHeceHUS TpPOObI MHKH
MIPOTOHUPOBAHHBIX MOJIEKYJISIPHBIX MOHOB MMEIOT KpaiiHe HU3KYI0 MHTEHCHUBHOCTH, WU
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eIBa perucTpupyembie B Mmacc-criekrpax (Puc. 2). [Ipu 3ToM peructpupyroTcsi THKA HOHOB
[M+Na]’, umeromue 6Gonee BBICOKYK0 HHTEHCUBHOCTb.  I3MEHEHHE COOTHOLICHUS
MaTpuia — AaHAJIAT, MOIIHOCTh JIA3€PHOIO MMIIYJIbca HE IPUBEIO K YBEIUYEHUIO
WHTEHCUBHOCTH HMCKOMBIX TIMKOB HOHOB. B CBA3M ¢ 3TUM JajbHEHIIee H3yueHUE
BO3MOXKHOCTH mpuMeHennss DHB janms ganHoOi  (apmaneBTHUECKOW CyOCTaHIIMH HE
MIPOBOIMIIH.

a)

Puc. 1. U300pakeHus MOBEPXHOCTH MUIIIEHU C HAHECEHHBIMU 00pa3LaMu
neHrokcumnHaa (1 Mxr/mi) ¢ marpunamu: a) a-CHCA, nocinenoBarenbHOe HaHECEHHUE;
6) a-CHCA, npensaputensHoe cmemienue; B) DHB, nocnenoBarensHoe HaHeceHUE;

r) DHB, npeaBaputenbHoe cMmelieHne
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Puc. 2. Macc-cnextpst MAJIZIM neHTOKCH(MIIITMHA B IPUCYTCTBUH MATPUIIBI
DHB: a) npenBaputeabHOE CMENICHHE, 0) TTOCIE0BATEIPHOC HAHECCHHE

Hanecenmne mpenaBapuTeabHO MPUTOTOBIEHHOW CMECH aHAJIMT — MaTpulla JUIsl O-
CHCA Takxe npuBOIUT K MOSBIEHUIO B Macc-criekTpax MAJIZIM HU3KOMHTEHCUBHBIX
NMKOB ITIPOTOHMPOBAHHBIX MONEKYJSpHEIX HoHOB [M+H]" (Puc. 3 a). Ilpm
[OCJIEIOBATEIbHOM HAHECEHHE MAaTPULbl M aHaluTa HaOJII0JaeTcsl 3HAYUTENIbHOE
yBEJIMYEHUE WHTECUBHOCTU MHUKOB MPOTOHUPOBAHHBIX HOHOB NeHTokcu¢mminHa (Puc. 3
0).

Takum oOpazoM, cmoco0® HaHeceHHs oOpasla WMeeT KPUTHYECKOE 3HAUYCHHE B
aHaJM3e MeHTOKCU(UIUIMHA METOIOM Macc-criekTpomerpun MAJIIN.
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Puc. 3.Macc-cniektpst MAJIJIN nenTOKCHUIIITMHA B TPUCYTCTBUU MaTPUIIBI
a-CHCA: a) nmpeaBapuTenbHOE CMeIIeHHe 0) moce0BaTeIbHOE HAaHECCHHE

W3BecTHO, 4TO BeMMUYMHA pabovel SHEPTrUH Ja3epHOr0 M3IYUYEHUS CYIECTBEHHBIM
o0pa3oM BiIMAET Ha HMHTEHCUBHOCTh IIMKOB HOHOB, TaK M Ha YypoBeHb Iuyma. [lpu
YBEIMUEHUN MOIIHOCTH JlazepHoro usnydeHus c¢ 15 mx/Dbx no 30 mx/Dx nmpuBoguT K
JBYKPAaTHOMY YBEIMUYEHHIO MHTEHCHBHOCTH cHTHana moHa [M+H]™ amamura (Puc. 36 u
Puc. 4a). [lanbHelimee yBeIn4eHHE MOLIHOCTH Ja3epa MPUBOAUT K YBEIWYEHUIO YPOBHS
(oHa, MpU STOM HHTEHCUBHOCTh CHUIHAJla AHAIWTA YBEJIMYUBAECTCA B HE3HAUUTEIbHOU
crenienu Puc. 46. Cienyer OTMETUTB, YTO MPH SHEPruH umiyibca 60 Mx/[x HapymaeTcs
M30TOIHOE pPAclpeesieHue, W MUK IMPOTOHUPOBAHHOIO MOJIEKYJSIPHOTO HMOHA HMEET
TYNyl0 BEpIIMHY, 4YTO YKa3blBaeT Ha HAChILIEHHE JeTeKTopa. Takum o0pa3om,
ONTUMAIBFHOM SHEPTHEH JTa3epHOTo U3IydeHus oynetr 28-44 Mk >/ uMmysC.
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Puc. 4. BiusiHue MOIIHOCTH JIa3€pHOTO U3TyUYECHHS] HA UHTEHCUBHOCTh HOHOB
+
[M+H] nenrokcudummmna (matpuna a-CHCA)
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HccnenoBancs coctaB Macc-CEKTPOB MPU COOTHOLIEHWM MaTpuia:aHaiut 1:1,
10:1 u 100:1 u 6onee. ITokazano uro npu cootHomenusx 100:1 u Gonee perucTpupyroTcs
BBICOKOMHTEHCHBHBIE MHKH noHa [M+H]" Ipy BEICOKOM COOTHOIIEHNH CHTHAII/IIYM.

B BBIOpaHHBIX YCIOBHSX ONpEACTHIN TMpeaen OOHapy>KeHHUs MEeHTOKCU(UIIMHA
merogoM MAJI/IU. IlokazaHo, 4TO 3TUM METOJOM MOKHO OIPENENATh MNPUCYTCTBUE
NeHTOKCUPWUIMHA B pacTBopax ¢ wucnons3oBaHneM CHCA B kadecTBe MaTpuIbl Ha
YpPOBHE 8x10™"° moub, Puc. 5.

[Ipenen oOuapyxenuss neHTokcumuimaa meronom MAJIJIM, B BBIOpaHHBIX
ycnoBusx B 5-10 pa3 HUXKe, MO CPAaBHEHUIO C METOAAMHU, WMCMOJb3YIOIIUMH MOHU3AIUIO
3eKTpopacibuieHuem [15,16].

W3BecTHO, YTO HaaMuMe NUKOB XapaKTEPUCTUYECKUX MOHOB B Macc-CHEKTpax
VMOHM3ALMK DJIEKTPOPACIBUICHUEM WM 3JEKTPOHHOM HMOHM3aLUed IO3BOJIAET HAAEKHO
WICHTU(QHUIMPOBATH OINPENEIsIeMbIe COSAMHEHHsS, YTO SIBIISCTCS BAKHBIM ISl U3yUCHHS
dapmakokMHEeTUKN TeHTokcuumHa [15,16]. B cBSI3M ¢ 3TMM HaMHM HCCIEIOBaHBI
nporecchl (parMeHTalli METAacTaOMIBHBIX TPOTOHHPOBAHHBIX MOJICKYJISIPHBIX HOHOB
NEHTOKCU(PHIUIMHA MPOTEKAIOIMe MOCIe HOHHOTO MCTOYHMKa B ycioBusax MAJIJIN-MC.
Tak B Macc-CreKTpax (pparMeHTAIlH POAUTENLCKUX HOHOB MeHTokcupummaa [M+H]" ¢
m/z = 279 NpUCYTCTBYIOT NUKHU XapaKTEPUCTUUECKHX HOHOB ¢ m/z = 43, 99, 138, 181,
(Tabmn. 2).
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Puc. 5. Macc-cnextp MAJIJIN nenrokcudmmumnaa B npucytctBun CHCA,
KOJIMYECTBO BEIECTBA HA MUILIEHU 2* 1072 r ym 8*1075 MOJIb, * - MUKW HOHOB MaTpPHUIIbI

Tabnumna 2. CocTaB MOHOB BTOPUYHBIX MAacC-CIIEKTPOB, MOJYYEHHBIX MPU JUCCOILUAIIUN
nona [M+H]' nenrokcudunmmna B ycnosusax nornsanuu MAJIJIN 1 oneKTpopacibUIeHus .

MeTtoa noHuzanuu Cocras BTOPHUYHOI'O MACC-CIICKTpa

MAJIIN 43,99, 138, 181, 279

99, 138,181, 221, 279 [15]

DJeKTpopacibuieHHe 99, 138, 149, 181 [16]

Kak BuzmHO u3 Tabia. 2, myTu (parMeHTalMM OKa3bIBAIOTCS CXOKUMH IPU 3TOM B
ciydae ucroyib3oBanus noHu3aruun MAJIJIM wabGmromaercs Ooree riayOOKWi pacmai o
oOpa3oBanus (parMeHTHOro HOHa ¢ m/z = 43 00yCIOBIEHHOT0, TO-BUIUMOMY,
OTLLIEIUIEHNEM alleTHJIbHOM IrpyIIbl, puc.6.

Crnenyer OTMeTHTh, 4YTO B THpolecce (parMeHTAlMH PpOJUTEIbCKUX HOHOB
nenrokcuduinmuaa [M+H] ¢ m/z =279 B ycnosusax nonmsanuun MAJIJIM He TIpoHCXOmHT
oOpa3oBaHue (parMeHTHOro MoHa ¢ m/z =221, 00yCIOBIEHHOTO >IUMHHHUPOBAHUEM
HEUTpaIbHOW MOJIEKYJIbI alleTOHa, Torja Kak B pabdote [15] naHHBIH MOH MPUCYTCTBYET U
UMeeT KpaiiHe HM3KYI0 MHTEHCHUBHOCTh. BHIHO, 4TO B psAne ciaydaeB NpHU HOHU3ALMH
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3JIEKTPOPACTIBIJIEHUEM BO BTOPUYHOM MACC-CHEKTPE OTCYTCTBYeT NHK HoHa [M+H]

neHTokcuduinHa [16].
138
/=N
—N
0 N 0 181

99

43 0
Puc. 6. Cxema dparMeHTaIN POAUTENBCKAX HOHOB NeHTokcHbmmmHa [M+H] ¢
m/z =279. Nonunzanus metogom MAJIJIN

Takum 00pa3oM, NpPUMEHEHHE MacC-CIIEKTpoMeTpuHn ¢ wuoHuzamumedn MAJIIU
pacmupseT BO3MOKHOCTM  aHajM3a BaXHOH (hapMakolorudeckoid cyOcTaHIMU —
NEHTOKCU(PHIUIMHA.

3akntoyeHue

HccnenoBanbl pa3inyHble BApUAHThl HAHECEHHUS MAaTPHULIBI U BELIECTBA HA MHUILICHb.
Uccnenosan cocrtaB noHOB B Mmacc-criektpe MAJIJIM B 3aBUCHMMOCTH OT MaTpUlbl U
COOTHOILICHUS] MAaTPHIIA/aHANUT Ui JaHHOH (apmarieBTuyeckoil cyOctanuuu. Ilokaszano,
YTO MaTpHULa O-LUaHO-4-THAPOKCUKOPHYHAS KHCIIOTa SBJIAETCS 0oJiee MOAXOIIEH JUIs
OTpeNieNIeHUs] TMEHTOKCU(WIIMHA, TOJ00paHO COOTHOLICHHE MAaTpUIa/aHaJUT, MpH
KOTOPOM JOCTUraeTcs HaWIy4dllee COOTHOIIEHHE CUTHAJ/IIyM. Y CTAaHOBJICHO YTO JaHHBIM
METOJIOM MOXHO OIpeaenaTh menrokcubuime ¢ matpureit CHCA no yposus 8*%107°
MoJb. M3yueH cocTaB HOHOB BTOPUUYHOTO MACC-CIIEKTPa MEHTOKCU(DPUILINHA, TOTYyYEHHOTO
B pe3yibTaTe (parMeHTaluy MoHa ¢ m/z=279, o0pa30BaHHOIO MPU MOHU3ALUU METOJIOM
MAJIJIN. TIpoBeaeHo COMOCTaBIECHHE 3TOTO MacC-CIEKTPAa U BTOPUYHBIX MACC-CIEKTPOB,
MOJYYCHHBIX B pE3yJIbTaTe HOHU3AIUH JIEKTOPACIBIICHUEM.

Cnucok nutepaTtypbl

1.Chan T-W.D, Colburn A.W, Derrick P. Matrix-assisted laser desorption/ionization
using a liquid matrix: Formation of high-mass cluster ions from protein // J. Org. Mass
Spectrom. 1992. V. 27. P. 53.

2.Danis P.O., Karr D.E., Mayer F., Holle A., Watson C.H. The analysis of water-soluble
polymers by matrix-assisted laser desorption time-of-flight mass spectrometry // J. Org.
Mass Spectrom. 1992. V. 27. P. 843.

3.Hillenkamp F., Peter-Catalinit J. MALDI MS. WILEY-VCH. 2007. c. 363.

4.Cohen L. H., Gusev A. I. Small molecule analysis by MALDI mass spectrometry //
Anal Bioanal Chem. 2002. V. 373. P.571-586.

5. Zabet-Moghaddam M., Heinzle E., Tholey A. Qualitative and quantitative analysis of
low molecular weight compounds by ultraviolet matrix-assisted laser desorption/ionization
mass spectrometry using ionic liquid matrices // Rapid Commun. Mass Spectrom. 2004. V.
18. P. 141.

Yaman. | Copbumonnsie n xpomarorpadudeckue nponeccst. 2011. T. 11. Beim. 5



648

6.Ayorinde F. O., Garvin K., Saced K. Determination of the fatty acid composition of
saponified vegetable oils using matrix-assisted laser desorption/ionization time-of-flight
mass spectrometry // Rapid Commun. Mass Spectrom. 2000. V. 14. P. 608.

7.Ling Y-C., Lin L., Chen Y-T. Quantitative Analysis of Antibiotics by Matrixassisted
Laser Desorption/Ionization Time-of-flight Mass Spectrometry // Rapid Commun. Mass
Spectrom. 1998. V. 12. 317.

8. LeRiche T., Osterodt J., Volmer D. A. An experimental comparison of electrospray
ion-trap and matrix-assisted laser desorption/ionization post-source decay mass spectra for
the characterization of small drug molecules // Rapid Commun. Mass Spectrom. 2001. V.
15. P. 608.

9. Sleno L., Volmer D. A. Some fundamental and technical aspects of the quantitative
analysis of pharmaceutical drugs by matrix-assisted laser desorption/ionization mass
spectrometry // Rapid Commun. Mass Spectrom. 2005. V. 19. P. 1928.

10. Crecelius A., Clench M. R., Richards D. S., Parr V. Quantitative determination of
Piroxicam by TLC-MALDI TOF MS // J. Pharm. Biomed. Anal. 2004. V. 35. P. 31.

11. Earnshaw C.J., Carolan V.A., Richards D.S., Clench M.R. Direct analysis of
pharmaceutical tablet formulations using matrix-assisted laser desorption/ionization mass
spectrometry imaging // Rapid Commun. Mass Spectrom. 2010. V. 24. P. 1665.

12. Su AK,, Liu J.T., Lin C.H. Rapid drug-screening of clandestine tablets by MALDI-
TOF mass spectrometry // Talanta. 2005. V. 67. P. 718.

13. Morrow A. P., Kassim Folahan O. O., Ayorinde O. Detection of cationic surfactants
in oral rinses and a disinfectant formulation using by  matrix-assisted laser
desorption/ionization time-of-flight mass spectrometry // Rapid Commun. Mass Spectrom.
2001. V.15. P. 767.

14. Chen Y-C., Shiea J., Sunner J. Rapid determination of trace nitrophenolic organics
in water by combining solid-phase extraction with surface-assisted laser desorption/
ionization time-of-flight mass spectrometry // Rapid Commun. Mass Spectrom. 2000. V.
14. P. 86.

15. Ramakrishna N.V.S., Vishwottan K.N., Manoj S., Santosh M., Anjaneyulu Y. Rapid
liquid chromatographic-tandem mass spectrometric method for the quantification of
pentoxifylline in human plasma // Chromatographia. 2006. V. 63. P. 135.

Yamsan Kapune PoGeproBHa - acnmpaHr, Chamyan Karine R. - post-graduate student,

VYupexnenne PAH MuctutyT dusnyeckoil Xumuu
u onextpoxumun uM. A.H. ®pymxkuna PAH.
Mocksa

IHapamonos Cepreii AjieKCaHAPOBHY - K.X.H.,
M. H. C., Yupexaenue Pocculickoil akageMuu Hayk
WHCTHTYT QU3MYECKOW XUMHH H DICKTPOXUMHH
uM. A.H. ®pymkuna PAH, Mocksa

PeBenbckuii Urops AJiekcaHapoOBUY - 1.X.H.,
npodeccop, XuMuIecknid paxymnpreT, MOCKOBCKHN
roCyJapCTBEHHbIM  yHuBepcurer uM.  M.B.
JlomoHnocoBa, MockBa

Bypsik Anekceii KoncrantunoBud - 3aB. 51a0.,
I. X. H., YupexneHue Pocculickoil akanemMuu Hayk
WHCcTnTYyT QU3ndecKkodl XMMHHM M 3JIEKTPOXHUMHUHU
um. A H. ®pymxuna PAH, Mocksa

Institution of Russian Academy of Science A.N.
Frumkin Institute Of Physical Chemistry And

Electrochemistry of RAS. Moscow, e-mail:
kchamyan@gmail.com
Paramonov Sergei A. - Dr. Sc. Chem.,

Institution of Russian Academy of Science A.N.
Frumkin Institute Of Physical Chemistry And
Electrochemistry of RAS, Moscow

Revelsky Igor A. - Dr. Sc. Chem, Prof,
Chemistry Department, Lomonosov Moscow State
University, Moscow

Buryak Aleksey K. - Chief of laboratory, Dr.
Sc. Chem., Institution of Russian Academy of
Science A.N. Frumkin Institute Of Physical
Chemistry And Electrochemistry of RAS, Moscow

Yamsan. | Copbumonnsie n xpomarorpadbudeckue nponeccsrt. 2011. T. 11. Beim. 5



