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YK 54.06

PA3PABOTKA CMOCOBA KOJIMYECTBEHHOIO OMPEENEHUE OPTAHUYECKINX COEANHEHUN
METO/Z0M MACC-CMEKTPOCKOMWN C TASEPHOW AECOPBLVEN/VNOHWUIALMEN
HA MPUMEPE AHANTN3A PE3BEPATPO/IA

A CAPEB B cTatbe npuBogATcA pesynbTaTbl pa3paboTKM METOAVKU KOMU-
0.0. HOBIKOB UeCTBEHHOrO OMpeAeneHNs OPraHNYecKNX COeAUHEHN METOOM Macc-
[.B. BACU/IbEB CNEeKTPOMETPMWN B BapuaHTe MaTpUYHO-aKTUBUPOBAHHOW Na3epHON
M.HO0. HOBUKOBA [ecopbumoHHoii  noHmszaumm  (MALDI) Ha npumepe  TpaHc-
ET KUMSKOBA pessepatpona. [ONA KOMNYECTBEHHOro OMNpefesieHns UCMosb30BaH

NPUHUMN BHYTPEeHHel cTaHAapTu3aunmn. Bo3MoXXHOCTb MCM0/b30BaHNS
Benropoackmii metoga MALDI ansa KONIMHECTBEHHOTO OMPEAE/NIEHNA NPOAEMOHCTPY-
rOCYAapCT BeHHbIN POBaHa Mpu OLEHKe MPAMOJIMHEHON 3aBMCMOCTI MEX/Y KOHLeH-
HALMOHATbHbIN Tpauyeit 1 NHTEHCMBHOCTBIO 1CC/IEYEMOTO MKa KOMIMOHEHTa, KOTopas
nccneaoBaTensCKnii OKa3aslacb TaKoBOW. B pe3ynbTaTe nNpoBeféHHbIX WCCNEAOBaHNIA fOKa-
YHUBEPCUTET 3aHa MepcrneKTMBHOCTb YKa3aHHOro MeTtofa A1 Leseil KofM4ecTBeH-

HOro onpeaeneHna opraHN4YeckKmnx COGAI/IHGHI/IVI.

e-mail: pisarev@bsu.edu.ru
KnoueBble cnoBa: TpaHc-pe3BepaTporn, MaTpu4HoO-

adKTBMpPOBaHHaA JiasepHas AECOp6LI|I/IOHHaF| MOHM3auuna, Kosin4ye-
CTBEHHOE onpeaeneHne, BHyTPpEHHAA CTaHAapTU3auna

B HacTosilwee BpeMsa A5 aHanmM3a 6MoN0rMyeckn akTUBHbIX COeAMHEHNIA NCMONb3yTca u-
3UKO-XUMUYECKME METOAbl aHannsa, Hanbosee NepcrneKTUBHbIMN N3 KOTOPbIX CYMTAOTCA TaK Ha3bl-
BaeMble rnbpugHble - BIXKX, MKX B coueTaHUU C 3/IeKTPOCNPeiHON Macc-CNeKTPOMeTpUeEn U MOH K-
3auner 3NeKTPOHHbIM yaapoM. OCHOBHOe AOCTOMHCTBO AaHHbLIX METOA0B - BO3MOXHOCTb ONpeaensaTb
WHAMBUAYaIbHbIE KOMMOHEHTbI B COCTaBe C/I0OXKHOW cMecu. 3TO 0CO6EHHO BaXHO Npu aHann3se 6uoso-
rMYecKn aKTUBHbIX BeLlecTB MPUPOLHOIO MPOUCXOXKAEHUS B pacTUTEeNbHbIX 06beKTax B cocCTaBe
CNOXXHbIX KOMMNJIEKCOB, BK/AOYAOLWNX AECATKM U COTHU cCoeanHeHU. OCHOBHOW Npo6eMoii Nnpu aHa-
Nn3e TaKMX MHOTOKOMMOHEHTHbIX COCTABOB ABAAETCA HEO6XOAMMOCTb He TO/IbKO 0becneynTb UAeH-
TMUKaunio 1 gatb UX KOJIMYECTBEHHYIO OLLEHKY, HO M NMPOBECTU aHann3 3IKCMPECCHO C BbICOKOW YyB-
CTBUTENbHOCTbIO. HecMoTpsa Ha ah(heKTMBHOCTb CyLLECTBYOLWEN NHCTPYMEHTaNbHOM 6a3bl, gednuynt
9KCMPEeCCHbIX M BbICOKOYYBCTBUTE/bHbIX METOAOB aHann3a 6MON0rMyYeckn akTUBHBLIX COELUHEHWNA
ocTaeTcs aKTyasbHOI Npo6aemMoii, MOCKONbKY AaHHble MeTOoAbl B HEAOCTATOYHOW CTeneHW onpaBfbl-
BalOT MepeyvuncsieHHble KpUTepun. 3To CO3[a€T HEOOXOAMMOCTL MPUBJIEYEHNS HOBbIX afanTUpoOBaH-
HbIX K COBpPeMeHHbIM TpeboBaHMAM HaykKu MeToAOB aHanuM3a. B 3Tom oTHOWweHWM macc-
CNeKTpoMeTpusa MaTPUUYHO-aKTUBMPOBAHHOI nasepHoi gecopbuwnein/noHunsauynen (MALDI/MS) saB-
naeTcs BecbMa NepcneKTUBHLIM MHCTPYMEHTa/IbHbIM MOAXO0A40M, COCOOHBIM B CXaTble CPOKN 6e3 uc-
NnonbL30BaHUA cTaH4apPTHbLIX 06pa3LoB NpefocTaBUTbL HEOBXOANMMYIO MHGOPMaLMIO. A B COYETAHUN C
BpeMaAnponéTHbiM aHanusatopom Macc (TOF/MS) oTnagaeT Heo6XxoAMMOCTb B npeaBapuUTe/ibHOM
pasfeneHnn MHOTOKOMMOHEHTHbLIX COCTaBoB. K TOMY >e BbicOKas 4yBCTBUTENbHOCTL MALDI/MS,
HeJoCTMXUMAsA HUKAKUMU APYrUMU MeTofaMu, NpocToTa aHanm3a, YHUBepcasrbHOCTb, 06beM nony-
Yyaemoli nHopMaunm crnocobHbl caenatb €ro OAHUM M3 caMbiX 3PHEKTUBHbLIX U BOCTPeO6OBAHHbIX
cpean aHaIUTUYECKNX MeTO0B.

Xota metog MALDI/TOF/MS pa3pabaTbiBasncs A8 aHanAu3a BbICOKOMOJIEKYNAPHbLIX coeaun-
HEeHWii, ero ¢ ycnexom MCMO/b3YIT N AN HU3KOMOJIEKYNAPHBLIX CTPYKTYP, B TOM 4ucie NPUPOSHOro
npouncxoxaeHusa. OCHOBHbIM HegocTaTKkoMm Metoga MALDI/TOF/MS npu aHann3e HU3KOMOeKynsap-
HbIX COEANHEHWNI ABNAETCA HECNOCOOHOCTb ONMpesenaTb N30Mepbl, YTO feslaeT ero NPUrogHbIM B OC-
HOBHOM [/1A TPYNMNOBOI XapakTepUCTUKN aHann3npyemoli cmecu. MNMoaToMy B nTepaType 4acTto me-
Tog MALDI/TOF/MS paccmaTpuBaeTcs ¢ No3numu gononHsatowero Ba>XKX.

Macc-cnekTpoMeTpus 310 MU3NYECKNIA MeTo[ M3MEPEHMUS OTHOLUEHUSA MaccChl 3apsH>KEeHHbIX
yactul, (MOHOB) K Mx 3apagy (m/z), ycTaHOBNEHUIO aTOMOB, COCTaBAANOLWNX MONEKYY, NX MOJEKY-
NAPHOM Maccbl, a TakXe CTPYKTypbl WX pacnosioxkeHns. Ha cerogHAWHWA MOMEHT Macc-
CMEKTPOMETPUSA ABAAETCA CaMblM BbICOKOYYBCTBUTENIbHBIM (DU3UKO-XUMUNYECKUM METOLOM aHanum3a
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Wwmnpoyaliwero cnekTpa coeguHeHnn. VIHTeprnpeTaunsa mMacc-cCneKTpoOMeTPUYeCcKUX faHHbIX He Tpeby-
eT rnybokux 3HaHui B gaHHo o6nactu. OQHAKO faHHbIi MeTo NCNO/b3YeTCAa UCKIUYNTENBHO B Le-
nAX ngeHTUdmrKaumm onpegensaemMmbiX COe4UHEHWVA.

BeposaTHOCTb Mcnonb3oBaHuss MALDI/TOF/MS gnsa uenein KONWYeCTBEHHOro onpegeneHus
NOTEHLMaNbHO BO3MOXHA.

Ony6nMKOBaHHOE K HacTosAWweMy BPEMEHU 3HAUYMUTEeNbHOE YMCN0 paboT, MOCBALWEHHbIX AaH-
HO Teme, He afanTMPOBaHO ANA (hapMaLeBTUUYeCKMX 06bEKTOB, KpOMe Toro, TpebyeT meTogonormnye-
CKOro obecrieyeHNA 1 NOATBEPXKAEHUS.

Mcnonb3oBaHue MeTo[a BHYTPEHHEro cTaHjapTa, Ha Haw B3rnsf, No3BO/INT CYLECTBEHHO
pacwmpnTb BO3MOXHOCTN MacC-CNeKTPOCKONMM € la3epHOI fecopbumnei/noHn3saynei.

MeToA BHYTPEHHeEro ctaHjapTa OYeHb LUMPOKO NMPUMEHSAETCA B NMPaKTUKE KOIMYECTBEHHOrO
aHanM3a cMecu C NOMOLLbIO Fa30-XXUAKOCTHOM U BbICOKO3(h(heKTUBHOM XXNAKOCTHOW XpomaTtorpaduu,
0COOEHHO B Tex cfiyyasax, Korga KonebaHna npubopHbIX (PaKTOpPOB PEryinpyroTca HefoCTaTOYHO T a-
TenbHO. B Macc-cneKTpoMeTpum 3TOT MeTo[ NPUMEHAETCA OrpaHUYEeHHO - B BapuaHTe Macc-
CMeKTPOMEeTPUMN C MUHAYKTUBHO CBA3aHHOM N1a3mMon .

MeTo BHYTPEeHHEro crtaHjapTa OCHOBaH Ha BBEEHUMW B aHaIM3NPYEMYIO CMeCb OMNpefesieH-
HOro KONn4yecTBa cTaHapTHOro BewiecTBa. KannmbpoBouHbIli rpadmk npeacTaBasetr co6oil 3aBUCK-
MOCTb MeXJy BECOBbIM KOJINYECTBOM W/ MPOLEHTHbLIM COfEPXaHNEM KOMMOHEHTa M OTHOLIEHUEM
BbICOT (MHTEHCMBHOCTEN MM NaoWanen) NMKOB 3TOr0 KOMMOHEHTa M CTaHAapTHOro BeliecTBa. Ka-
nnbpoBKa NpPovM3BoAMTCA MyTem [06aBfeHMSA MOCTOAHHOrO KO/JM4YecTBa CTaH4apTHOro BellecTBa K
onpefesieHHOMY 06beMY Pa3NIMUHbIX CMeCeN, CoAepXKaLlmx nepemMeHHble, HO N3BECTHbIE KONMYeCcTBa
aHann3npyeMblX KOMNOHEHTOB. CocTaB/ieHHble TaKMM 06pa3omM CMecu aHa/In3npyroTcs.

MpenmylecTsa MeTofa BHYTPEHHEro cTaHgapTa:

1) Mpun ncnonb30BaHMM MeTo4a BHYTPEHHero ctaHfapTta o6bem BBOAMMOM NPO6bl U TOYHOCTb
ee [03MPOBaHMA He BANSAKOT HA TOYHOCTb KOSIMYECTBEHHOro aHanmnsa. OTHOWeHWe niaowagen NMKoB
aHanuTa n BHYTPeHHEero ctaHgapTa ocTaeTcs MOCTOAHHbIM.

2) MeTof BHYTPEHHEro cTaHfapTa 04eHb yA06eH Npu NpoBeAeHN TPYNNOBbIX ONpegeneHunii.

3) BO3MOXHOCTb B KaXX0M NPOBOAMMOM OrpefesieHU KOHTPOAMpPOBaTb NOTEPU aHaNINTOB B
npouecce NOArOTOBKM NpPo6bl, Npuyem Ha Nto60ii ee ctagun. AN KaXKAoi TaKOW cTagum HY>XKEH elle
OAVH BHYTPEHHMWI cTaHdapT.

4) B mMeTOofe BHYTPEHHErO CTaHAapTa NMOrpewHocTs Npubopa oKasblBaeT HaMMeHbLUEee BANA-
HWe Ha NorpewwHoOCTb pe3ynbTaTa.

Taknm 06pasom, Lenblo 4aHHOro UccnefoBaHNA aBunack paspaboTka cnocoba KOMYeCTBEH-
HOro onpefeneHna opraHNyYecknx coefUHeHN ¢ NOMOLLLbIO MeTOA4a Macc-CMeKTPOCKONMU C Na3epHOM
fecopbumneii/vMoHn3aLnei.

Mpepnaraemblii cnocob oTpaboTaH Ha MeTOAMKE KONNYECTBEHHOE OMNpejenieHne pes3BepaTpo-
na metogom MALDI.

MaTepuanbl n meTofbl.

B pa6oTte ncnonb3oBaH metog MALDI (matrix assisted laser desorption/ionization) - nasepHas
Jecopbumns M MOHU3aUMsa B MPUCYTCTBUM BCMOMOraTe/IbHOrO BeLWecTBa - MaTpuubl. JaHHbIA MeToq uc-
nonb3yeTcsa AN UccnefoBaHNi KaK HU3KOMOEKYIAPHbIX, TaK U BbICOKOMOEKYISIPHbIX BELECTB. B 3TOM
MeTOofe MOHM3aLUM NogBepraeTcs HenmocpeacTBEHHO TBEPAAA MAW XuUAKas npoba 6e3 eé npeasapuTesb-
HOro ncnapeHns. Macc-cnekTpbl KpaHe NpocTbl U B NpeAesibHOM C/lyyae COCTOAT TO/IbKO U3 MOMIeKyNsap-
HOro Nuka. [ns noHM3aumm cnonb3yrT Yd-1asep ¢ ANVHOW BOMHbI 337 HM. [pu aHann3e NCMob3yT
MaTpuLy, UTrpaloLLyto posib MEPEHOCHNKA IHEPTUN.

[Ona KONMYeCTBEHHOro ornpeAeneHnsa MeToAoM Macc-CNeKTPOMEeTpPUM Heob6XoAMMO BblGpaThb
HEKOTOPbIA MUK, NpUHaANexawnn onpesesieHHOMY KOMMOHEHTY, U U3MEPUTb €r0 MHTEHCUBHOCTb.
[Ona ncknoyeHna BANAHUSA YCNO0BUIA SKCMepMMEHTa HY>XXHO UCNOb30BaTb BHYTPEHHWI cTaHAapT.

[Ona KONMYecTBEHHOrO onpejesieHNs MeToAO0M MacC-CNeKTPOMETPUMN B KayecTBe aHaimTa uc-
nosb3oBaHa CcybCcTaHUMA NPUPOLHOro 6MONOrMYEcKM aKTUBHOMO BeLLecTBa CTU/IbOEHOBOW CTPYKTYPbI -
pe3Bepatpona (npounssoacTteso “DSM Nutritional Products Europe Ltd” (LUBelinapus), 3aperncTtpnpo-
BaHa B P® Kak cbipbe ana BAL (cBngetensctso Ne 77.99.26.9.4.4087.4.09 o1 30.04.2009 r.). B kaue-
CTBE BHYTPEHHEro crtaHfjapTa NPUMMEHEHO BELLEeCTBO, NMPOU3BOAHOE 6EeH30-Yy-NMUPOHA - KBEPLETUH.
JaHHble BelecTBa APYr C APYrOM He B3aUMO[ENCTBYIOT, MMeT YETKO pas/inyaroLmecs MOeKynsap-
Hble Macchl. Muk pe3sepatpona (Mm/z = 228) He HaknajblBaeTcsd Ha NUK KBepueTuHa (m/z = 303), uTo
BUIHO Ha NpuBefeHHOM puc. 1.
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Puc. 1. Macc-cneKTp pe3BepaTtporsia U KBepLEeTUHA NPV COBMECTHOM MPUCYTCTBUN

MeTtoguka onpegeneHna: 0,1 r (aHannTU4YecKas HaBecka) CybcTaHLMKM pe3BepaTposia no-
Melianm B MepHYK Kon6y BMeCcTUMOCTbIO 25 mn, gob6asnsanu 10 mn cnupTta 3aTunosBoro 96%-Horo,
TwatesibHO B36anTbiBaAM L0 MOSIHOrO PacTBOPEHUSA N [OBOAUNN LO METKM 3TUM Xe pacTBopuTenem
(pactBop A). MapannesnbHO B aHaNOMM4YHbLIX YCIOBUAX TOTOBU/IN PacTBOP BHYTPEHHEro cTaHaapTa, B
KayecTBe KOTOpPOro 6bi/1 BbI6paH cTaHAapTHbLIN 06pa3ew, KBepLeTUHa.

M3 nonyyeHHoOro pactsopa A ganee roToBMAM CEPUID pasBefeHWUin, cOCTOALWYO M3 6 pacTBo-
poB. OnA 3TOro 6 MepHbIX KON6 BMECTUMOCTbIO MO 25 M nomewtanu rno 3 M/ annKBOTbl pacTeopa A
aHanuTa M pacTBopa BHYTPEHHEro cTaHgapTa KBepueTuHa B obbemax: 1,0, 2,0, 3,0, 4,0, 5,0 n 6,0 mn,
cofiep>XXnumoe Konb TwatesibHO NepemMeLwnBai U 4OBOAUIN CNUPTOM 3TUOBbIM 96%-HbIM 40 MeTKU
(pacTtBOpHI B).

M3 kaxxgoro pacteopa b mukponuneTtkoii otéupanm no 0,05 mn annMKBOThLI, MOMeLLanmn B NpPo-
6MpPKN TpafynpoBaHHbIe eMKOCTbIO 1,5 M 1 pa3Boauauv B ABa pasa aueToHUTPUIOM AnA ypobersa
HaHeceHnA Ha MULLeHb (pacTeopsbl B).

Takum o6paszom, npobbl pacteBopoB B Nel-6 B kosmyectBe no 0,5 Al ¢ nomoLiblo fgo3aTopa
HaHoOCUNM Ha MUWweHb «MTP 384 targen plate matt steel TF» B WeCTb IYHOK, BbICYLWNBANN N CBEPXY
HaHOCUAW Kan/lo MaTpuLbl.

Mony4yeHHble KOHLEHTPaLWUN BHYTPEHHErO cTaHA4apTa NpuBeAeHbl B Tabnuue 1. Peructpauuio
Macc-cnekTpoB npo6 Nel-6 nposognnu Ha npubope macc - cnektpomeTp «Autoflex II» «MALDI
TOF/TOF» pupmbl Bruker Daltonics. B kauecTBe MaTpuubl UCMOb30BaAN a-LMaHOKOPUYHYK KUCMO-
Ty, perucTpaumio CrneKTpoB Benu C¢ noMouwbio nporpammel «Flex Control», 06paboTKy AaHHbIX OCy-
wecTtBnAnn B nporpamme «Flex Analis» B pexxnme Reflex Positive.

Pe3ynbTaTtbl nccnegosaHuA.

B pe3ynbTaTe M3MepPeHU NoNyyYeHbl 06befNHEHHbIE CNEKTPbI, HA KOTOPbIX HabtogalTCa UH-
TEHCMBHbIEe MKW MOHOB aHanuTa - pe3Beparposia ¢ 3apafoM noHa m/z = 228,3 1 NNKN BHYTPEHHETO
cTaHgapTa - KBepLeTuHa ¢ 3apsagom noHa m/z = 303,2 (puc. 2).

M3 gaHHbIX Tabn. 1 M Ha NpuBeJeHHOM pUC. 2 BUAHO, YTO UHTEHCUBHOCTb NMMKa MOHA aHanuTa
pe3BeparTposia N1aBHO YMEHbLUAETCA, a BHYTPEHHEro cTaHAapTa KBepueTUHa YBe/IMUNBAETCA NO Mepe
HapacTaHWs ero KOHLUEeHTpauuu.

Kaxkayto npoby peructpmposanu 3-x KpaTHO U BbIYUCANN CpefHee 3HAYeHUE UX UHTEHCUB-
HocTu ().

MHTeHcneHOoCcTK (1) NnkKoB MoHOB aHanuta (lan) n BHyTpeHHero ctaHgapTa (Ist), a Takxe nx
OTHOLIEHNA NpuBedeHbl B Tabn. 1.

[ONna oueHKN NPSAMONIMHEAHOCTU 3aBUCMMOCTM KOHLLEHTpaLn BHYTPEHHEro cTaHjapTa oT OT-
HOLWEHMNA NHTEHCUBHOCTEN BHYTPEHHEr0O CcTaH4apTa M aHanmMTa NoCTPOoeH KanmbpoBOYHbIM rpaduk B
KoopAuHaTax CcraHmgpra, MKr/mn - Ist/lan. (puc. 3).
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Tabnuua 1
MHTEHCNBHOCTM NMKOB MOHOB aHanuta u BHYTPEHHEro ctaHgaptTa h nXx oTHowweHnA

Ne rnpo6bl
CeraHmppTa, MKI/MN 1 2 3 4 5 6
0,04 0,08 0,12 0,16 0,20 0,24
1, 478,8 20380,98 22633,89 26680,09 9381,65 6681,26
NHTEHCMBHOCTb NUKa 1670,02 10408,1 22338,93 22343,26 2440,07 9548,16
CTaHJapTa KBepLeTun- 538,3 12969,04 23483,18 23465,31 8722,74 8912,63
Ha, X =896 X =14586 X =22819 X =24163 X =6848 X =8381
m/z 303,2
lan, 244,85 22067,7 23090,95 24557,09 4698,78 2768,39
NHTEHCUBHOCTb NUKa 2027,0 19635,47 23051,73 21599,47 4278,99 5337,0
aHanuTa pe3separpo- 7056,21 20491,97 23934,41 19170,81 41833 5608,64
7a, X =3109 X =20732 X =23359 X =21776 X =4387 X =4571
m/z 228,3
Ist/lan 0,288 0,7035 0,977 12 1,56 1,833
Mpob6a Nel Mpoba Ne2

Mpoba Ne3 Mpoba Ne 4
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Mpo6a Ne5 Mpoba Ne 6

Puc. 2 - Macc-cneKTpbl aHaIM3npyeMoii cMecun

0 0,05 0,1 0,15 0,2 0,25 0,3
CcraHgapta, MKr/mn

Puic. 3. KaMBpoBOoUHbIi Fpatiik 3aBUCUMOCTM KOHLEHTPALUKM BHYTPEHHEr0 cTaHAapTa
OT OTHOLLUEHUSI MHTEHCUBHOCTEN BHYTPEHHEr0 CTaHAapTa U aHamTa

M3 npuBeaeHHOro rpaguka cneayet, YTo OTHOLWEHMe Ist/lan K KOHUEeHTpauumM CTaHaapTHOro
pacTBopa MMeeT NPSAMONUHENHYO 3aBUCMMOCTb. ITO YKasblBaeT Ha TO, YTO OTHOLUEHMe Naowagei
NMNKOB NOHOB aHanMTa N BHYTPEHHETO CTaHA4apTa 0CTaeTcs NOCTOSAHHbIM.

Korga oTHoweHwMe Ist/lan npnbnmxkaetcs K eqUuHULE, 3TO ABNAETCA CBUAETENbCTBOM COBMaje-
HUA KOHLEeHTpaLuin BHYTPEHHEro cTaHjapTa 1 MccefyeMoro BellecTBa. Torga cofepykaHue uccnegy-
€MOro BellecTBa MOXHO HaliTu no npuBeféHHOMY KanvMbBpoOBOYHOMY' rpaciukKy WUAW BbIYUCAUTL MO
hopmyne:

cX = cstf% )

N3 paccumTaHHbIX faHHbIX CnefyeT, 4TO coAep)XXaHwe aHanuTa B nNpobe coctaBuio 0,1228
MKr/mn.

OTHOCUTeNbHYO OWMNGKY ONpeaensann B xo4e 7 napansenbHbiX U3MEpPeHNn pa3HbiX 06pas3L,oB
aHannsnpyemoii cmecu. MNonyyeHHble faHHble 06pabaTbiBany CTaTUCTUYECKU. Pe3ynbTaTbl CTAaTUCTU-
yecko 06paboTKM onpefeneHNa cofep>XaHuUs pe3BepaTposia MeToAOM MacC-CNeKTpoMeTpuu npega-
cTaB/ieHbl B Tabn. 2.

Kak BUAHO 13 flaHHbIX Tabsl. 2, OTHOCMTENIbHAA OWM6Ka efMHNYHOr0 onpeAesieHNss MeTOAUKN
KO/INYECTBEHHOro onpejeneHna pesseparposia MeToAOM MAacC-CNEeKTPOMETPUU C BEPOATHOCTHLIO
95%cocTaBnseT +3,65% 1 KOHLUEHTpaywuel onpegenseMmoro seuiectsa - 10-7T.

[na cooTHeceHMA MOJTyYeHHbIX pe3ynbLTaToB NCMNOJ/b30BaH MeTo[ KONMYECTBEHHOrO onpeje-
NeHus pesBepaTposia MeTogom Y P -creKTpooTOMeTPUN B CPaBHEHMW CO CTaHAAPTHbLIM 06pasLoM.
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Tabnuua 2
PeSyﬂbTaTbl KO/TM4eCTBEHHOIO onpeaeneHMa pessepartposia Mmetogom
Macc-cneKTpomMmeTpum

X (MKr/mn) X-Xr (X-Xn2 MeTponoruyeckme XapakTepucTnKku
0,1228 0,0005 0,00000025
0,1303 -0,007 0,000049 X =0.1233
0,1301 0,0068 0,0000462 M (X - X) =0,00014
0,1219 0,0014 0,00000196

Mx - x.)2
0,1194 0,0039 0,0000152 SX =, - 0,0018
0,1189 0,0044 0,000019 n(n-1)
0,1199 0,0034 0,000011 AX = S§ X = 0045
X = 01233 M(X - X)2=0,00014  8=3,65%

Ana atoro okono 0,1 r (ToyHass HaBecka) Cy6CTaHL MM pe3BepaTponia, NOMeLann B MEPHYIO
KOoNnby BMecTMMOCTbO 25 mn, npubasnanm 10 ma cnupTa 3TUI0BOTo 96%-HOro, NMepemelumnBanu,
posogmnu o6bem pacTBopa 3TUM e pacTBOPUTesieM [0 MeTKM u nepemewmsanu. 0,1 mn
NMOMy4eHHOro pacTeBopa noMmeLwiann B MepHYyK Konby BmecTMmocTbio 100 mn, gosogmnun ob6bem
pactBopa CMNUPTOM 3TUNOBbIM 96%-HbIM 00 MeTKM W nepemewnsann. KI3mepsanu ONTUYeECKYO
NAOTHOCTb MOJZIYYEeHHOro pactBopa Ha Y®-cnektpooTtometrpe C®P-56, npu asvHe BOAHbI 306 HM,
OTHOCUTENLHO CcnupTa 3TWU0BOro. [lapannenbHO B aHalOrM4YHbLIX YCNOBUAX TFOTOBUAU pacTBop
cTaHfapTHOro obpasua pes3sepaTpona.

Bbinio npoBefgeHO 7 napansenbHbiX U3MepPeHWA. Pe3ynbTaTbl CTaTUCTUUecKOl 06paboTkm
onpejeneHns cogepXXaHns pesseparposia B cybcTaHUMM npeactassieHbl B Tabn. 3.

Tabnuua 3
Pe3yﬂbTaTb| KONTM4ecTBEHHOIO onpeanesnieHnNA pessepaTtposias Cy6CTaHL|,|/lV|
MeTpOﬂOFVl‘-lecKVle

X (mkr/wn) X - X (X-X,)2 XapaKTepUCTUKM

41 018 0,0324 X =392

3,72 0,2 0,04 M (x - x)2=01789

3,85 0,07 0,0049

3.94 -0,02 0,0004 S . 1,\|,IVI(X - X,)2 ~ 0,065

3,78 0,14 0,0196 x 1 nn-1

3,86 0,06 0,0036 AX = Sx mx = 0,163

4,2 -0,28 0,078 8=4,16%
X =

M (X - x)2- 0,1789
3,02

Kak BUAHO M3 faHHbIX Tabn. 3, oTHOCUTe/IbHAA OWMNOKa eAMHUYHOI0 onpeaeneHns MeToanKN
KO/INYECTBEHHOrO0  OnpefenieHWa  pesBeparpona B cybcTaHUMM € MPUMEHEHUEM  MeToja
Y®-cnektpodoTomeTpun ¢ 95% BepOATHOCTbIO cocTaBnsAeT +4,16% 1 KOHLUeHTpayueil onpegensieMoro
BeuiecTtsa - 10-6r.

Ecnn cooTHecTwn pe3ynbTaTbl KOJIMYECTBEHHOIO OMpejesnieHna pe3sepaTposia MeETOAO0M Macc-
cnekTpockonuu n Y®-cnekTpopoToMeTpnun npuseféHHbie B Tabnuuax 2 n 3, To MOXXHO YyTBepXXAaThb,
4YTO Macc-CNeKTPOMETPUYUYECKOe ornpeeneHne nmeet 60/1ee BbICOKYIO YYBCTBUTE/ILHOCTL - 60/iee yem
30 pas, ¢ MeHbLUEN MNOrPeLHOCTbIO.

BbiBOAbI.

Taknm obpa3om, fokKa3aHa B 3IKCMNEPUMEHTe BO3MOXHOCTb KONIMYECTBEHHOro onpejeneHns
61010rMYeCKN aKTUBHbIX COegMHEHW pa3nyHon npupogbl metogom MALDI/TOF/MS ¢ ncnonb3o-
BaHWEM MPUHUMNA BHYTPEeHHel cTaH4apTM3aumun.

Pa3paboTaH BbICOKOUYYBCTBUTENbHbI  CMOCO6 KOJ/INYECTBEHHOro  ornpejesieHNs MeToL oM
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MALDI/TOF/MS, npurogHblii ansa ueneii aHanmM3a opraHMyYecknx coegUHEHN B 06beKTax passinyHo-
ro MPOUCXOXAEHWUA, 4YTO HarnAgHO NPOUNNIOCTPUPOBAHO MNMPUMEPOM WUCCNEAO0BAHUA Cy6CTaHL MU

TpaHc-pe3BepaTpona.
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A METHOD FOR QUANTITATIVE DETERMINATION OF ORGANIC COMPOUNDS BY MASS
SPECTROSCOPY,LASER DESORPTION / IONIZATION ON THE EXAMPLE
OF THEANALYSIS OF RESVERATROL

The article presents the results of development of methods of

D.I. PISAREV quantitative determination of organic compounds by mass spec-
0.0. NOVIKOV trometry in the form of matrix- assisted laser desorption ionization
G.V.VASILIEV (MALDI) on an example of trans- resveratrol . Used for the quanti-
M.U. NOVIKOV tative determination principle of internal standardization. The pos-

sibility of using the method for quantifying MALDI demonstrated
by assessing the linear relationship between concentration and in-
. tensity of the test component peak , which was itself. The studies
Belgorod National proved this method promising for the quantitative determination of
Research University organic compounds.
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