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PE3YNLTATbI CPABHUTENbHbIX HCCIEAOBRHHH
BAPHAHTA BHYTPEHHETO CTAHAAAPTA MALDI/TOF/MS
G APYTHMH METOAAMH KONHUECTBEHHOIO AHANH3A PESBEPATPONA

A.H.NHCAPEB

0.0. HOBHKOB PaccmoTpeH BapuaHT BHyTpeHHero crangapra MALDI/TOF/MS

I.B.BACHIIbEB B CPaBHEHHH C J[PYTHMH METOJaMU KOJIMYECTBEHHOIO aHa/JIH3a Ha
npuMepe cyOCTAHITHH pe3BepaTposia. YCTAHOBJIEHBI OUeBHIHBIE Me-
TOAMYECKHE H aHAJIMTHYECKHE IIPEHMYINEecTBa Macc-CIIEKTPOMETPHH

FBeazopodckuit 2ocydapcmeennvlil IIPHU ee peaTH3aNAH TPeJIOKEHHBIM CIIOCOOOM.

HAYUOHAABH B

ucecaedoeamenvexuii ynueepcumem KioueBble cioBa: Macc-crekrpomerpusi, Y ®d-crekrpodoro-

e-mail: pisarev@bsu.edu.ru MeTpud, TaTpuMerpus, BO?KX, pesseparpo.

[MpenmyiiecTBO Macc-CIIEKTPOMETPHH Tepe/l IPYTUMH METOJAMU aHaIn3a 3aK/Iva-
eTCsl, B TIEPBYIO OUEPe/ib, B TOM, UYTO JAHHBIA METO/I Ha CETOAHALIHIH IeHb SBJISETC Haubo-
Jiee YyBCTBUTEIbHBIM U3 CIIEKTPOCKOTTMYECKUX METO/IOB MOJIEKYJIAPHOTO aHAIMW3a MO CpaB-
HEHUIO ¢ APYTHUMH HBIHE CYILIECTBYKOIIWMMH, TakMMH Kak AMP-, UK-, YO-cnekrpockonus.
Kpome Toro, macc-CrieKTpoMeTpHus J1aeT BO3MOXKHOCTh MPOBE/IEHHA aHAIN3a 32 MUHUMAJIb-
HOE BpPeMs C IPOCTOM MPOOOIOATOTOBKOM [1, 2].

JInd KOJMYEeCTBEHHOTO aHaiauM3a JAHHBIM METOAOM MOXKHO HCIIOJIh30BaTh Mace-
CTIEKTP KaK TaKOBOW. [I711 3TOTO ciieftyeT BhIOPATh HEKOTOPBIM MUK, MPUHAJIEXKAIIUN OTpe-
ZleJiIeMOMY BellleCTBY, U U3MEPHUTh €r0 UHTEHCUBHOCTb.

OnHako it TOro 4TOObI HUBEJIUPOBATH MOTPEIIHOCTH CTAAMHU MPOOOTIOATOTOBKU H
MOTPEIIHOCTH BBIXOJIAa MOHUBALIMH, [0 HAIIEeMy MHEHUIO, He0OXOIMMO HCIOJIh30BATh BHYT-
PeHHUH CTaHIApT.

Jlns cpaBHeHHUA MpeaaraeMoro BapuaHTa Macc-CleKTPOMEeTPUH HCIOJIb30BAHBI Me-
TOZIMKH KOJIMUECTBEHHOTO OTpe/iesIeHHs pe3BepaTposia MetogamMu Y d-crnekTpodoToMeTpuu,
BBICOKO3(PHEKTUBHOU >KUAKOCTHON xpomarorpadpuu (BIKX) u mMeron aueTHupoBaHus ¢
aJIKAJTMMETPUIECKUM 3aBepPIIeHUEeM.

JKCIEePUMEHTAIBHAA YACTh
OnpedeaeHue pe3gepampord C NOMOWbI0 cnekmpodgdomomempuut
8 yabmpaghuo.remosoil o6aacmu

Jlns aHanm3a pesBepaTposia MeTooM Yd-creKTpohOTOMETPUU HUCIOJIB30BAN
0,0004% pacTBOp CyOCTAaHIIMU pe3BepaTposia B CIHUPTE 3THIOBOM 96%. [l 3TOr0 OKOJIO
0,01 T (ToOUuHAsi HaBeCcKa) CyOCTAaHLIMKU Pe3BePaTPOJIa, MOMEIIATH B MEPHYIO K010y BMECTUMO-
CTBIO 25 MJI, MPUOABRJISIIN 10 MJI CIIUPTA ITHJIOBOTO 96%, TEPEMEIINBAIIU, TIOBOJIUIIU O0BHEM
pacTBOpa 3TUM >Ke PACTBOPUTEJIEM IO METKU U TepeMeIIHBaIH.

1,0 MJI MTOJIYYEHHOTO PACTBOPA MOMEINAIN B MEPHYIO KOJIOY BMECTUMOCTHIO 100 MJI,
TMOBOZMIIA OOBEM pPacTBOPA CTUPTOM 3THIIOBBIM 96% /10 METKH U MePEMEITHBATH.

W3Mepsil ONTHYECKYI0 TJIOTHOCTH TOJIyYEHHOTO PAcTBOpa Ha CreKTpodoToMeTpe
C®d-56 npu asiuHe BOJIHBI 306 HM, OTHOCUTEIFHO CITUPTA 9TU/I0BOTO. [lapasnienbHo B aHAI0-
THYHBIX YCIOBUAX U3MEPAIH 0,0004% pacTBOp ctanaaptHoro obpazua (CO) pe3sepaTposia B
CIUPTE ITUIIOBOM 96%. KosinuecTBEHHOE COZlepiKaHUe Pe3BepaTposia onpenessin no hop-
MyJie 1:

D xC,,, xW, xW,

D, xmxV,

X

; (»
rae:

Dx — OIITH4YEeCKaA IVIOTHOCTb UCIILITYEMOTI'O paCTBOPaA;

Dem — onrTudeckast mioTHOCTE pacTtBopa CO pe3Bepartpoa;

m, — Macca HaBeCKH CTaHZAapTHOTO oOpasija pe3BepaTpora, .
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Ipuzomosaerue pacmesopa CO pessepampoaa

0,01 1 (Tounas HaBecka) CO pe3BepaTpoJia MOMEIIATH B MEPHYIO KOOy BMECTHMO-
CThIO 50 MJI, MPUOABJIAIN HEOOJIBIIOE KOJTUUYECTBO CIIUPTA ITHIOBOTO 96%, NepeMelnBaIH
JI0 TIOJTHOTO pacTBOpeHHs1, 0ObEM pacTBOPa AOBOAWJIN JI0 METKH TEM »Ke pacTBopuTesaeM (uc-
XOZHBIA PACTBOP).

1 MJ1 KICXOZTHOTO PacTBOPa MOMEIIAIA B MEPHYIO KOJIOY BMECTHMOCThIO 50 MJI, IOBO-
WK 00BEM PAcCTBOpPA CIIMPTOM 3THIOBBIM 96% /10 METKH M ITePeMeIlIHBaIH.

[TosryueHHBIe CIIEKTPHI MTPEACTaBIeHbI HA PHUC. 1.
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Puc. 1. CekTp NOIJIOLIEHUA pe3BepaTpo.a:
a — pacteop CO pe3BepaTposa, 6 — pacTBOp CyOCTaHIIMM Pe3BepaTposa

Bru10 mMpoBezieHO 7 mapasiiesibHbIX H3MepeHud. Pe3yabTaThl CTaTHCTHYECKOH oOpa-
OOTKH OTpeie/IeHHA COIePKaHUs pe3BepaTpoJia B CyOCTaHIIMU MTPeACTaBIeHbI B Ta0I. 1.
Tabauma 1
Pe3yanTaThl KOJIMYECTBEHHOTO OIIPEAeJIeHHIS Pe3BepaTposia
B cyGcTaHuu MeToaoM Y®-cnekrpodoromerpun

No Macca maBec- | Cozep:xaHHe pe3Bepar- S AR e, %
/10 KH, T pona (X), %
1. 0,01 102,5
2. 0,0093 97,0
3. 0,0096 06,9
4. 0,0098 98,5
5. 0,0004 97,5 1,24 3:05 3,08
6. 0,0006 96,5
7. 0,0105 105,0
X = 99,1%

Kak BusiHO U3 JaHHBIX TabJs1. 1, cofieprKaHue pe3BepaTposia B CyOCTAHIIMH COCTABUIIO
99,1+3,05%, OTHOCHTEJIbHAA OLINOKA eIMHUYHOTO ONpeeaeH s ¢ 95% BepOATHOCThIO HAXO-
JIWJIach B mpeiesax +3,08%, UTO YKIaAbIBAETCA B KDUTEPHH MOTPEITHOCTH, PerJlaAMeHTHPYe-
MbIn ['O.

OnpedeaeHue cyocmaryuu pezsepampoaa memooom BIKX

XpomaTorpadrueckre HCCIeI0BaHUS MPOBOAUIN Ha XpoMaTorpaduueckom npubope
dbupmnl «Agilent Technologies 1200 Infinity» ¢ aBTomMaTHUeckuM npoboorbopaukom Agilent
1200, BaKyyMHbIM MHKPO/IEra3aTOPOM, FPAJHEHTHBIM HACOCOM M TEPMOCTATOM TOH Ke ce-
puH. Perucrpauuio MoaydeHHbIX JAHHBIX OCYIIECTB/IAIH C MTOMOIIBIO IBYX CHUCTEM JAETEKTO-
POB: crieKTPOoPOTOMETPHUECKOTO H MaCC-CIIEKTPOMETPHUECKOTO. DJIEKTPOHHBIE CIIEKTPhI MO~
IJIOIIEHHS PErUCTPUPOBAIH C MOMOIIBIO CIIEKTPOMOTOMETPHUECKOTO JAETEKTOPA C JHOAHOM
MaTpulel cepuu Agilent 1200 (quana3oH JJIMH BOJIH OT 190 [0 950 HM, KIOBeTa C JJIMHOM
ONTHYECKOI'O MyTH 10 MM; 00BEMOM 13 MKJI), IIaT CKAHUPOBAHHUS — 2 HM.
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Jlnst peructpauny U 06pabOTKU CIIEKTPATIbHBIX JAHHBIX M XPOMATOTPaMM HCITOJTb30-
BaJIM mporpaMMHoe obeciieuenue «Agilent ChemStation».

WcenbITaHus TPOBOAMIN € UCTIOJIB30BAHUEM CTAJIBHBIX XPOMATOTPapUUECKUx KOI0-
HOK, HanboJsiee MOAXOAsAIIEH U3 KOTOPhIX OKazasack: Reprosil-Pur C18-AQ 150 mmx2 mm, C
paszMepoM YacCTHIL 3 [IM.

J1J1s1 MPUTOTORJIEHUS MTOABUKHBIX (ha3 MCITOTH30BAIM PACTBOPHUTEIH: BOY CBEPXUHC-
tyio (HPLC), ctupt 3Tua0BbIHA (4.7.a.), anetroHutpua (HPLC), ykcycHYIO KHUCIIOTY (X.4.), Op-
TodocHOPHYIO KUCTOTY (X.4.).

KosnmmuectBeHHOE OTpeiesieHne CyOCTAHIIMHM PE3BEPATPOJia OCYILECTBIISIN B TPAIUEHT-
HOM PeKHUMe 3JTIONPOoBaHusA. B kauecTBe moaBmkHOM (Has3bl (A) — 4% BOAHBIN PACTBOP KUCIOThI
dochoproi, (B) — aLeTOHUTPUIL. DTIOUPOBAHUE TPOBOJIUIH B CJIEAYIOLIUX YCITOBHAX:

CkopocCTh TIOTOKA: 0,25 MJI/MHUH.

Temneparypa komoHKuU: 35°C.

Jaesnenwue: 168 bar.

Jerexuus: 306 HM.

O6BEM BBOIUMOM MPOOHI: 5 LI

Cocrtar MoABMKHOU (ha3bl MPOrpaMMupoBaIH (Tabi. 2).

Tabauma 2
V¢/I0BMSI TPAJHEHTHOTO S/II0UPOBAHUSA PE3BePaTPOJIa

Bpems, mun A% B,%
0 90 10
2 50 50
7 30 70

HpOﬂOJ’I}KI/ITeJ'IbHOCTb aHaJIM3a COCTaBHJIA 15 MUHYT.

Pacuer kosMueCTBEHHOTO COAEPKAHUA Pe3BEPaATPOJia IIPOBOAUJIN IO IVIOIIAAMW I10-
JIYYEHHOI'O IMHKa, KOTOPadA AO0/I’KHA COOTBETCTBOBATH IIJIOIIAJAM IIKMKA €r0o CTanJdapTa I1o (bOp'
MyJe 2:

_ 8, xC,, x Wy x W, x100

S, xmxV, (2)

X

r7ie Sy — MJI0IIAb KA UCCIIETyEMOTO BEIIECTBA;
Sem — TIJTOIIA/IB KA CTAHAAPTA;
W, W, — pa3zBenenus, m;
m — Macca HaBeCKH, T;
V. — 00beM aJTMKBOTHI, MJI.
Ipueomosaerue pacmeopa ucnwvimyemozo u CO pesgepampona

Okoso 0,03 T (Tounas HaBecka) CO pe3BepaTposia MOMEIIATIH B MEPHYIO KOJIOY BMe-
CTHMOCTbBIO 100,0 MJI, Tpubarssand 80,0 MJI CIUPTA 3TUJIOBOTO 96%, NepeMelInBaIn, T0BO-
JIWJIH 00BEM PACTBOPA ATUM K€ PACTBOPHUTEIEM 10 METKH M CHOBA MePeMeIIHBaJIH.

5,0 MJI TIOJIyYeHHOTO PacTBOpPA MOMeEIIAJH B MEPHYIO KOJI0Y BMECTHMOCTBIO 50,0 MJI,
IOBOAWIN 0OOBEM pacTBOPa CIIMPTOM 3TUJIOBBIM 96% 10 METKH U MePeMelHBAJIH.

HpuzomosaeHue pacmeopa 019 npogepkuU
npusodHocmu xpomamoepaguueckoll cucmembl

2,0 mJ1 pactBopa CO pes3Bepatposia BbIIEPKUBAIN B TEUEeHHE 5,0 MUH HA PACCTOSIHUU
10 ¢M OT YO-pTYyTHOM JIaMIIbl MOLIIHOCTBIO 250 BT.

Iposepxa npuzodHocmu xpomamozpagdureckoll cucmemvl

XpomaTorpadurueckasa CHCTEMA CUNTAETCSA MPUTOTHOM, €CTH BBITIOJHAKTCS CIIeIyI0-
A€ YCITOBUA:

— 3¢ deKTHBHOCTh XpoMaTorpadHYecKOH CHCTEMbI, PACCUMTAHHAS IO MHUKAM pe3Be-
parposia Ha xpomatorpammax pactsopa CO pe3peparposia, [0KHA ObITh HE MeHee 5000
TEOPETUUYECKHUX TAPEJIOK;

— OTHOCHTEJIBHOE CTaHAPTHOE OTKJIOHEHHE TIJIOIIA/IEN MMKOB pe3BepaTposia Ha Xpo-
MaTorpaMMax MCIbITyeMOro pactBopa u pacteopa CO pe3separposia J0KHO ObITh:
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JUTA IBYX MapasuiesIbHbIX XpPOMATOrpaMMm — 0,51%;
I71s1 Tpex — He Ootee 1,34%;
JIU1s1 ueTbIpex — He DoJtee 1,92%;
IS TIATH — 2,37%;
— ko3(pbUIUEHT pa3feseHus MUKOB YUC- U MPAHC-Pe3BEPaTPOIIa HA XPOMATOTPaAM-
Max pacTBOpa JJIsl TPOBEPKHU MPUTOIHOCTH XpoMaTorpaduuecKor CHCTEMbI TOTKEH OBITh HE
MeHee 1,8.
Xpomarorpammbl cyberariu u CO pe3pepaTposia MpeACcTaBAeHbl HA PHC. 2.
Bru10 nmpoBesieHO 7 mapasiyiesibHbIX n3MepeHui. [lapaniesbHO B aHAIOTUYHBIX YCITO0-
BUAX U3MePAIN 0,0004% pacteop CO pe3BepaTposia B CIUPTe ITUIOBOM 96%. [losyueHHbIE
naHHbIe 06pabaThIBAIM CTATUCTHYECKHU. Pe3yIbTaThl MCCIENOBAHUSA KOJTUYECTBEHHOTO OTpe-
JieJIeHUsI Pe3BEpaTposia B cyOCTaHIIUN METOIOM BHICOKOA(MDGEKTHBHOU KHIKOCTHOM XpoMa-
torpaduu nmpecTaBJaeHbl B Tab1. 3.
Tabauia 3
PeSyJIbTaTbI KOJIHYECCTBCHHOI'O OIIPEeaAC/ICHUA
pesBepartposia B cyocraHnuu meroaom BIOXKX

No Macca maBec- | Cozep:xaHHe pe3Bepar- S AX e, %
/1 KH, T poaa (X), %

1. 0,030 101,0

2. 0,033 98,6

3. 0,036 103,3

4. 0,038 106,4

5. 0,034 97,3 1,29 318 317
6. 0,036 98,7

7. 0,035 97,2

X = 100,35%

Kak BuiHO U3 maHHBIX Tabj. 3, comepkaHue pe3BepaTposia B CyOCTAHIMH COCTABUIIO
100,35+3,18%, ommbKka eqMHUYHOTO ompenesieHus BIOXKX — meTonuku ompeneneHus cyo-
CTAaHLIMM pe3Beparposia ¢ 95% BEPOATHOCTHIO HAXOAWJIACH B TIpeesiax 3,17%, 4TO He MpeBbI-
LIAET YCTAHOBJIEHHOTO B I'® X u3manna KpuTepua NOTPELIHOCTH.

OnpedeneHue pe3gepampoaa Memooom ayemuaupo8aHUs

JI1s1 aUeTUITMPOBAHKSA PA3TUYHBIX (DEHOJIOB TPUMEHSIOT AHTUIPUJIBI YKCYCHOMU, PO-
MUOHOBOMW, CTEAPUHOBOUM KHUCJIOT, 3,5-AUHUTPOOEH30JIbHON W HEKOTOPhIe Apyrue. U3 aTux
AUETUITUPYIOLIUX PEareHTOB HanboIbIIIke PACTPOCTPAHEHHUE MTOTYIHI YKCYCHBIA AaHTHAPHU/I.

Xumuueckas CTPYKTypa pe3BepaTposia 6 1u3Ka CTPYKTYPe AUITHIICTHIROECTPOIA, A1
kotoporo B I'® X uzmaHus mpeasio’keHa MeTOAMKA aleTUIMPOBAHUA YKCYCHBIM aHTUJIPH-
oM. BasiB ee 3a OCHOBY M MOAU(DHUIUPOBAB, Mbl pazpaboTasv U ampoOUPOBATH METOIUKY
JUUTS KOJTMYeCTBEHHOTO aHAIN3a pe3Beparpoia.

Oko0J10 0,4 T mpenaparta (TouHasi HaBeCKa) MOMEINAIH B KOJIOY JU1s1 aueTHIHPOBAHUS
€MKOCThIO 250 MJI, MPHUOABJISIN MUIMETKOU 5 MJI PACTBOPA YKCYCHOTO aHTUAPUAA B MMAPHUIU-
He (3 yactu 6e3BOHOTO MUPHUANHA: 1 YACTh YKCYCHOTO aHTUAPHUAA), COETUHATN KOOy ¢ 06-
PaTHBIM XOJIOUJIBHIUKOM M HarpeBaM Ha BOAAHOU OaHe mpu Temieparype 70°C B TeueHHE
45 MuHYT. PacTBOp oxyaskaanu, mpubapsIsiju yepes XOJOAUIbHUK 25 MJ BOJbI OUHIIIEHHOU
U yepes 15 MUHYT TUTpoBaiu 0,5H pacteopom NaOH, TouKy 9KBHBaJIEeHTHOCTH (DUKCHPOBA-
JIM TI0 UIBMEHEHUI0 OKPACKH WHAWKaTopa dheHondranenna. [lapaniiesbHO MPOBOIUIN KOH-
TPOJIbHBIN OMBIT. PA3HOCTh MeXKy KOJTMYECTBOM MHJUTUIIUTPOB O,5H pacTBopa Hatpa enko-
ro, U3PACXOJOBAHHOTO HA TUTPOBAHUE KOHTPOJIBHOTO OMBITA, U UCCIeAYeMOTO PacTBOpa Iie-
pecuuThIBAJIM HA pe3BepaTpos. 1 mia 0,5H pacreopa NaOH cooTtBercTBOBan 0,038 r pe3re-
parpoJa.

TuTp 3,5,4'-TPUTHAPOKCU-MPAHC-CTUIL0EHA B AaHATM3UPYEMOM PACTBOPE COCTABHUII:

_Can_O,5x228,25><1

1000~ 1000x3 _ »0ser/ma

(3)
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KonnuecTBo  3,5,4'-TPUTHIPOKCU-MPAHC-CTHIIKOEHA B aHAJTU3UPYEMOM pPacTBOpe
PacCUMTHIBAIU COTJIACHO (hopmyIie 4:

Vi — V) X7

*x 100%

2

4)

rae V, — 00beM TUTPAHTA, MOLIEIIEr0 Ha TATPOBAHWE KOHTPOJIBHOTO OMbITA, MJT;
V. — 06'beM TUTPaHTA, MOIE/IIIETO HA TATPOBAHUE AHATU3UPYEMOTO PACTBOPA, MJT;
T — TUTp BelleCTBa B AaHATTU3UPYEMOM PaCTBOpE, T/ MJT;
a — Macca HaBeCKH, B3ATOU HA TUTPOBAHMUE, T.
Pe3ynbTaThl KOJTMYECTBEHHOTO OMpPENESIEHUs Pe3BepaTposia B CyOCTAHIUU METOAO0M
ALCTUWIKMPOBAHHUA C IOCJICAYIIHUM aJKAJIHUMETPHUUYECKHM 3aBepHICHUEM IIPEACTABJICHBI B

tabJI. 4.

Tabauna 4

Pe3yIbTaThl KOJTMUYECTBEHHOTO OIMpeae/IeHIA
pesBepaTposia METOI0M AETUINPOBAHUS

No Macca maBec- | Cozep:xaHHe pe3Bepar- S AR e, %
/1 KH, T poia (X), %
1. 0,4013 96,26
2. 0,4057 98,84
3- 0,3944 95,68
4. 0,4025 99,11
3 0,4007 98,39 0,81 2,0 2,04
6. 0,4017 97,04
7. 0,4007 102,12
X = 08,2%

Kak BuaHO M3 maHHBIX TabJl. 4, colepskaHKe Pe3BepaTposia B CyOCTaHLIMH, C UCIIOJIb-
30BAaHMEM MeTOJ/la AalleTU/JIMPOBAHUA C aJKAJUMETPUUYECKUM 3aBeplleHUeM, COCTABUJIIO
08,2+2%, omKbKa eAMHUYHOTO OINpeAeeHUs IIPHU BEPOATHOCTH 95% — 2,04%, 4TO He mpe-

BBILIACT OPeeia NOTPEIHOCTH, permaMmentupyemoro I'® X usznanus.
OnpedeneHue pe3gepampona mMemooom macc-cnekmpomempuu

B kauecTBe aHa/MTA MCIOIb30BAHA CYyOCTAHLIUS TMTPUPOIHOTO OUOIOTHUYECKH AKTHB-
HOTO BEIeCTBA CTHIHOEHOBOU CTPYKTYpPHI — pe3BepaTposia. B kauecTBe BHYTPEHHETO CTaH-
JlapTa UCTIOJIb30BAHO MPOU3BOIHOE OeH30-Y-TTUPOHA — KBepLEeTHH. JlaHHbIe BelecTBa APYT C
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B pe3yJjibTaTe KOJIHYECTBEHHOI'O ONpeac/IEHUA ITOJIYUYE€HBI O6’be,ZLI/IHeHHbIe CIIEKTPhI,
Ha KOTOPbIX HAOJIIIAI0TCI MHTEHCHBHBIE ITHKH MOHOB aHAJIMTAa — Pe3BepaTpoJia ¢ 3apsaoM
WOoHAa M/z = 228,3 U MUKW BHYTPEHHEro CTaHJAapTa — KBepPIETHHA C 3apAA0M MOHA M/zZ =
303,2 (puc. 3).

Ha NpUBEACHHOM pPHC. 3 BUAHO, YTO UHTEHCUBHOCTH IMTUKA MOHA aHAJIUTa pe3Bepar-
PoOJa IVIaBHO YMEHBbILIAETCA, 4 BHYTPEHHEI0 CTaHAapTa KBEPLETUHA YBEIMUYUBACTCA 110 MEpE
HApPaCTAHUA €r0 KOHIEHTPALUU.

Kasknyro mpoOy perucTpupoBaiv 3-KPaTHO M BHIUMCJIAIN CpefHee 3HAUEeHHe MX HH-
TEHCUBHOCTH (I), ad TAKKE OTHOLLIEHUA HHTeHCHBHOCTefI BHYTPEHHEI'0O CTaHAapTa U aHaJIUTa.
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[Tpu npoBefeHNN KATUOPOBKU TAKyKe MPOBOJMIIN BhIUKCIeHHE (HAKTOPA OTKINKA Kx
o (popmyie 5:
N A
&= (o) < Go) )
Ot gt

rae Ist — HWHTEHCHUBHOCTD IIMKAd HOHA CTaHJapTa KBEPpUETHUHA;
Ian — MHTEHCHBHOCTD KA HOHA aHAJIUTA Pe3BePaTpo.Ia;
Cst — KOJIMYECTBO BHYTPEHHEI'0 CTaHaapTa, HaHeCéHHOI‘O Ha MUIICHB,
Can — KOJIMUECTBO AHA/IMTA, HAHECEHHOIO HA MHIIIEHbD.
HNaTtencuBHoctr (I) mukor moHoB aHanuta (lan) W BHyTpeHHero cranmapta (Is), a
TAKXKE UX OTHOLICHUA IIPHUBEJICHLI B Ta6.TI. 4.

Tabauna 4
HNHTEHCUBHOCTH MUKOB MOHOB AHAJIUTA M BHYTPEHHETO CTAHIApPTa
M MIX OTHOLIEHU I B CyOCTAHIINN
Ccmardapma, MK2/MA N npobwt
1 2 3 4 5 6

0,04 0,08 0,12 0,16 | 0,20 | 0,24
1;@
UHMeHCUSHOCTL NUKA candapma keepuemund, 896 14586 | 22819 | 24163 | 6848 | 8381
m/z 303,2
Ian,
UHMEeHCUBHOCTIb NUKA AHAIUMA pe3gepampond, 3109 | 20732 | 23359 | 21776 | 4387 | 4571
m/z 228,3
Ist/Ian 0,288 | 0,7035 | 0,977 | 1,2 1,56 | 1,833
Ky, paxmop omxauxa 0,864 | 1,055 | 0,976 | 0,832 | 0,936 | 0,016

I OLleHKH TIPSMOJIMHEHHOCTH 3aBUCUMOCTH KOHIIEHTPALIMM BHYTPEHHErO CTaHAapTa
OT aHAJINTHYECKOTO CUTHAsIa (OTHOIIIEHWE MHTEHCUBHOCTEW BHYTPEHHETO CTAaHZIApTa M aHAJIATA)

MOCTPOEH KO POBOUYHBIN Tpaduk B KOOPAMHATAX Cerampapra, MKT/MJIT — It/ Tan. (pHC. 4).
2 -

y=7,512x+ 0,041
R?=0,993

1,8
1,6
1,4
1,2

'

Ist/lan

0.8 A
0.6 -

0,4

0,2

a T T T T T 1

0 0,05 0,1 0,15 0,2 0,25 0,3
C cTaHgapTa, mKr/mA

Puc. 4. KaauGpoBouHbIii rpapuk 3aBUCUMOCTH
KOHIIEHTPALMU BHYTPEHHETO CTAHAAPTA KBEPLETUHA
OT OTHOLIIEHW S MHTEHCUBHOCTEN BHYTPEHHETO CTAHAAPTA U aHAJIHTa (pe3BepaTposia)

W3 npuBeneHHoro rpaduka cjieayer, YTo oTHOuIeHHe Ig/lan K KOHIIEHTPALIMH CTaH-
JIADTHOTO PAcTBOPA UMEET MPAMOJTUHEWHYIO 3aBUCHUMOCTh. JTO yKa3bIBAET HA TO, YTO OTHO-
[IIeHHe TUTOIA/IeN MTMKOB MOHOB aHAJIMTA M BHYTPEHHETrO CTaHIapTa OCTAETCs TTOCTOSTHHBIM.

Korza otHoteHue Is/Ian mpubanskaeTca K eUHHULE, 3TO ABIAETCA CBHAETETHCTBOM
COBITAZIEHUS KOHIIEHTPAIIMH BHYTPEHHETO CTAaHAAPTA M MCCIEAyeMOTO BelecTBa. Toraa co-
JeprKaHue MCCIeAyeMOro BelecTBa MOKHO HAWTH MO MPUBEIEHHOMY KaJIuOpPOBOUHOMY

rpaduky.
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KoneuHas ¢opMysia pacuéra sl aHAJIMTA BHITJIAIUT CJIEAYIOMUM 00pa3om:

Co= Ko X (35) X Lo, (6)

rae Ky — dakTop oTkHKa;

Cst — KOJTMYECTBO BHYTPEHHETO CTAaHAAPTA, HAHECEHHOTO HA MHUILIEH;
Iss— MHTEHCHMBHOCTh MTHKA MOHA CTAH/IAPTa KBEPLIETUHA;

Ian — THTEHCHBHOCTD ITMKA MOHA aHAJIUTA PE3BepaTpoIa.

OTHOCHUTEJIbHYIO OIIHOKY OINpeAesiAIn B XOe 7 NMapayieibHbIX U3MEPEHUH PasHbIX
0o0pasLoB aHATU3HPyeMoi cMecu. [loslydeHHbIe JaHHbIE 00pabdaThIBAIN CTATHCTHYECKH. Pe-
3y/IbTaThl CTATUCTUYECKOW 0OpabOTKH OIMpe/iesieHUs COIEPKAHMA Pe3BepaTposia B cybcTaH-
MY METOJIOM MacC-CIIEKTPOMETPUHU MTPEICTABIIEHbI B TA0. 5.

Tabauua 5
Pe3y/IbTaThl KOJIMYECTREHHOTO ONPEAeIeHUA Pe3BepaTpo.ia
B CyOCTAHIINH METOAOM MACC-CIIEKTPOMETPUN

No Macca na- Conep:xaHue pe3separposa S AX e, %
/1 BECKH, T (X),%
1. 0,102
99,6
2, 0,103 105,6
3- 0,103 105,5
4. 0,102 08,86
5. 0,101 06,8 1,49 3,6 3,66
6. 0,101 06,43
7. 0,102 97,2
X = 100,0%

Kak cneayet u3 maHHbIX TabJl. 5, OTHOCHTE IbHAA OLIMOKA eIMHUYHOIO OIpeeseH s
METOZIOM MaCC-CIIEKTPOMETPHHU C BEPOSTHOCTHIO 95% He TPEeRbIIAeT 5%, UYTO YKJIAIbIBAETCA
B IMpeJiesibl, PperyiaMeHTHPyeMble TOCyAapCTBEHHOM (papMakorieel, U A/ pe3BepaTpoJsia co-
craBuia +3,65% (HaizeHO 1,2X1074+0,0045 Mr/MJI), uTo 0osiee ueM B 30 pa3 MpeBbIIIAeT
YYBCTBHTEIbHOCTh METOAUKH YP-CIIeKTPOPOTOMETPHUUECKOTO OTIPEIeIEHHA.

Pesome

Takum o6pazom, pacCMOTPEH BapuUaHT BHyTpeHHero cranmapta MALDI/TOF/MS B
CPaBHEHHUHU C APYTHMU METOAAaMHM KOJHUYECTBEHHOI'O aHa/IM3a Ha mpuMepe CyOCTaHLMH pe3-
BepaTpoJia. YCTaHOBJIEHbI OYEBHIHbIE METOAWMYECKHE W aHAJTUTHUYECKHE IPEUMYIeCcTBa
Macc-CIeKTPOMETPUH MPH ee Pean3aliu MPeioKeHHBIM CIIOCOO0M.
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RESULTS OF COMPARATIVE STUDIES OF MALDI / TOF / MS USING |
NTERNAL STANDARD WITH OTHER TECHNIQUES OF QUANTITATIVE ANALYSIS
OF RESVERATROL

D.1. PISAREY A‘Varianj[ of the internal standard MALDI / TOF / MS in
0.0. NOVIKOV comparison with other methods of quantitative analysis on the

b example of the substance resveratrol is viewed. Obvious
G.V. VASILIEV methodological and analytical advantages of mass spectrometry

in its implementation by the proposed method are identified.
Belgorod National Research University
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