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OIIPEJEJIEHUE BEPAITAMWJIA B TEJIE METOJOM ILTAHAPHOM
XPOMATOI'PA®UU
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YUTamueopcxuii meouxo-papmayesmuyeckuii uncmumym — ¢uuan I'BOY BIIO «Boneoepadckuii 2ocydapcmeentbiii
meduyunckuii  ynugepcumemy, Ilamueopck, Poccus (357532, 2. Ilamueopck, np. Kawnuna, 11), e-mail:
Mezenova@yandex.ru

’I'BOY BIIO «Onckas 2ocydapemeennas meduyunckas axademusy, Omck, Poccus (644099, 2. Omcx, ya. Jlenuna, 12)
Paspadorana MeToauKka MIEHTH(UKALMM U KOJIUYECTBEHHOI'0 ONlpeesieHUs1 BepanaMuia B rejae. McnoJsib3oBaiu
MeTO/i TOHKOCJIOIHOH XpoMaTorpaduu ¢ BHACOICHCUTOMETPHYECKON perncrpanueii aHATHTHYECKOT0 CUTHAJIA.
Jnst xpomartorpadgupoBanusi HCHoJib3oBadn miacTuHkn Mapku «Sorbfil ITCX-A®-B-Y®» pazmepom 10x15
cm. IonBuzkHas ¢a3a - cucTeMa pacTBOpPUTeIel «alleTOH - BoAa ounieHHas» (8:2). JlerekTupyomuii peareHT —
peaktuB Bymapaa. Ha :xéarom ¢oHe peakTuBa NOSIBJISAIOTCS NMSITHA Kopu4iHeBoro nsera ¢ Ry 0,55+0,01. [Ipenen
o0Hapy:keHus: peareHTa 0,4 MKr. Baanaanusi MeTOIMKH KOJUYECTBEHHOI0 aHAJM3a NMPOBEAeHA MO CIeyI0OIHM
KPHUTEPUAM: YyBCTBUTEIbHOCTh, JUHEHHOCTh, NPABMJIBHOCTL U CXOAUMOCTh Pe3yJbTaToB. I'paaynpoBo4HBIi
rpadguk onmceiBaercs ypapHemmem S = 1,6910° m; kodduument woppeasmum r = 0,995 B unTepBaie
KoHueHTpauui 0,5-2 Mkr/mkia. IIpaBHIbHOCTHL METOAMKM OIpeAessiii MeTOJ0M «BBeJdeHO-HaiileH0» Ha S
YPOBHSIX KOHUEHTpauuii crangaprHoro oopasua (RSD = 3,73%). Ilpenen oOHapyKeHHsI KOJUYECTBEHHOIO
onpenejseHust - 1,2 Mkr. CXoquMMOCTh OLEHHBAJIU MO Pe3yJbTATaM MOBTOPHOIO ONpe/eJeHUs CcOJep:KaHus
BepamaMmia B Pa3HbIX PacTBOpax M Ha Pa3HBIX IJacTHHKaX. JlaHHBIM MeTonom ompeaeiaeno 0,93+0,057 r
pepanamuiaa B 100 r reas (RSD =5,9%). IHony4enHble JaHHBbIC CBHACTEJILCTBYIOT, YTO METOAHKA crienupuyHa,
HMeeT I0CTATOYHO BBICOKYI0O YYBCTBUTEJIBHOCTh H 3P (peKTHBHOCTH. MeToquKa KOJIUYEeCTBEHHOr0 ONpeaeeHus
OTBe4YaeT HeoOXOAMMBIM TPeOGOBAHMAM IO IMOKA3aTeJsIM YyBCTBHTEIbHOCTh, JUHEHHOCTh, NPABMJIBHOCTH H
CXOAMMOCTb.

KiroueBble  cioBa:  BepamamMmil, TOHKOCJIOWHas — Xpomarorpadus, BHICOACHCUTOMETPHsS, HICHTH(HKAIMA,
KOJIMYECTBEHHOE OIIPE/ICJICHUE.

THE DETERMINATION OF VERAPAMIL IN THE GEL BY THE METHOD OF PLANAR
CHROMATOGRAPHY
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The technique of identification and quantitative determination of verapamil in the gel has been developed. The
analytical signal was used the method of thin-layer chromatography with videodensitometric registration. The
plate marks «Sorbfil PTSH-AF-V-UV» size 10x15 cm was used out for the chromatography. The mobile phase is
the solvent system of acetone-purified water (8:2). The reagent of Bouchard is the detecting reagent. Brown spots
with Rf of 0,55+0,01 appear on a yellow background reagent. The limit of detection reagent is 0,4 mcg. The
validation of methods of quantitative analysis has been carried out according to the following criteria: sensitivity,
linearity, accuracy and precision of results. The calibration curve is described by the equation S = 1,69-10* m; the
correlation coefficient of by the r = 0,995 in the concentration range of 0,5 - 2 mcg/mcl. The accuracy of the
technique was determined by the method «input — found» on the 5 levels of concentration of standard sample
(RSD = 3,73%). The detection limit of quantitative determination is 1,2 mcg. Convergence was assessed by the
results of the second content determination of verapamil in different solutions and different plates. is 0,93+0,057
g of verapamil in 100 g of gel has been defined by this method (RSD = 5,9%). The data obtained indicate that the
technique is specific, has a sufficiently high sensitivity and efficiency. Technique for quantitative determination
meet the standards in terms of sensitivity, linearity, accuracy and precision.

Keywords: verapamil, thin layer chromatography, videodensitometry, identification, quantitative determination.

OmauM w3 crocoOoB JiedeHus: pyOllOB ¥ IIPAMOB SIBIISIETCS HMCTOJIB30BAHUE PA3TUIHBIX
KpEeMOB, Ma3el W Tellei, ColepiKalluX BeIIeCTBAa aHTUPYOIOBOTO AecTBUsA. Bepamamun maér

MMOJIOKUTEIbHBIN pe3yjabTaT IpU JICUCHUHU U HpO(I)I/IJ'IaKTI/IKe 06pa3OBaHI/I}I KCIOUIHBIX U



runepTpodupoBaHHbIX pyoroB [4]. KoMmoHEHTHI Tejist, coepIKallero BepanamMml, KMEIOT OJIM3KHe
MakCHUMyMBbl ~ CBETOmNOTIOmEeHuss B  Y®-001actv, TOSTOMY HEMOCPEICTBEHHO  KaXI0e
JEKapCTBEHHOE  BEIIECTBO  METOJAOM Y D-creKTpoOoTOMETpHH  HICHTHU(DUIUPOBATH |
KOJMYECTBEHHO OMNpPENEIUTh HE MPEACTaBISIOCH BO3MOXKHBIM. B CBsI3u ¢ 3TMM Hamu Oblia
pa3paboTaHa METOAMKA MACHTU(UKAIMYA U KOJMUYECTBEHHOTO OIpe/eeHHs] BepanaMuia MeTOJ0M
TOHKOCJIOHHOH XpoMaTorpadguu ¢ IeHCUTOMETPHUECKON PerUCTpaell aHaTUTUYECKOT0 CUTHAIA.

Heab padorel. PazpaboTarh METOMMKY HISHTU(DUKALUN ¥ KOJTHYECTBEHHOTO OMpECIICHUS
BepamnamMuia B reie, B 100 r koToporo conepkurcs 1 r JaHHOro BeliecTna.

Marepuan u Metoabl ucciaenoBaHusi. B kadecTBe pacTBopuTens rensi ObUT BBIOpaH
arieton. [lpu pacTBOpeHuMH B ameroHe oOpasyercs Npo3padyHblii OecrBeTHBIA pacTBop. s
xpomarorpadupoBanusi ucnonb3oBaiu IutacTuHkE Mapku  «Sorbfil TITCX-AD-B-Y®» s
BBICOKOA((DEKTUBHON TOHKOCIOWHOUW XpomaTtorpaduu pazmepoM 10x15 cm. IloasmxkHo# (azoit
CIyXHJIa CHCTEMa PAaCTBOPUTENICH «alleTOH - Boja ouuineHHas» (8:2) [2]. XpomaTorpaduposanue
MPOBOAMIIA B CTCKJISHHOW Kamepe, HACHIIEHHOW mapaMu pacTBoputens. IS TpUTOTOBICHHS
crangaptHoro oopasia (CO) 0,0125 r Bepanammuia (OC 42-0224-07) (TouHas HaBecKa) MOMEIIAIN
B MEPHYIO KOOy BMECTUMOCTHIO 25,0 MJI, pacTBOPSUIM B alleTOHE M JIOBOJMJIM alleTOHOM PacTBOP
no metku. Konnenrparus CO Bepanamuina coctaBuia 0,5 MKI/MKIL.

[IpuroroBnenue pactBopa reisi: okojo 1,25 r (TouHast HaBecKa) rejis MOMEIIadd B MEPHYIO
KOJIOY BMECTUMOCTBIO 25,0 MJI, paCTBOPSUIM B allETOHE U JOBOJIMIIN allETOHOM PacTBOP 10 METKHU.

Ha nunwuro crapra xpomatorpaduueckoil macTuHku anuHou 15 cm Hanocunu pactBop CO
¢ conepkanuem Bepamamuia 0,5; 0,75; 1,0; 1,25; 1,5; 1,75 mkr B nsitHe. Ha 3Toit ke miuacTuHKe
0003HAYaIM JIMHUU KOHTPOJIBHBIX TPEKOB, HA KOTOpPHIE HAHOCWIIM alleTOHOBBIM PacTBOP Tems
oobemoM 3,0 M. [Ipo6sr HaHOCHIM TTpu oMo1uy Mukpornpuia MII-10. [Tnactuaky nomenanu
B KaMepy ansi xpomarorpadupoBanus odosemom 2000 oM, HACBIIICHHYIO TIapaMU PacTBOPUTEIIS.
[Tocne moxbema pacTBOpUTENs HA HEOOXOAUMBIN YPOBEHb MIACTHHKU BBIHMMAJH, BBICYIIUBAIN B
BBITSDKHOM IKay TpH KOMHATHOW TeMIepaType M0 YAaJeHUs IMapoB pacTBoputens. [[nmHa
npobera pacTBopHTeNs okojio 8 cM. JlerekTupyrommii peareHT — peaktuB bymapna. Ha xé&nrom
(doHe peakTHBa MOSBIAIOTCA MATHA KopuyHeBoro 1Bera ¢ Ry 0,58+0,01.

Heo0xoauMo y4uTHIBaTh, UTO MATHA OUYEHb HEYCTONYMBHI M MOCJE BBICBIXAHUS TUIACTUHKU
obecrBeunBaroTcs. [1oaToMy cpasy mocie MpOSIBIICHUS B MOKPOM BHJE TIACTHHKH CKaHHPOBAIIN
npu oMoy IiaHmerHoro ckanepa «HP Scanjet 3670» (paspemenue 100 dpi) u manee
OCYIIECTBISUTH €  IU(GPOoBYl0O 00pabOTKy C TMOMOIIBIO  KOMIIBIOTEPHOM  MPOTpPaMMBbI
«Buneonencuromerp Sorbfil» (r. Kpacronap).

KonuyecTBeHHOE OmpesieieHre MPOBOAMIA METOAOM a0COFOTHOW KaTMOpPOBKH (BHEIIHETO

CTaHJapTa), M0 TPajlyMpOBOYHOMY IrpauKy 3aBHCUMOCTH «Macca BEIIEeCTBA — IUIOINAIb ITHKa»



(uueitHas  anmpokcumarnusi). CraTuctudeckas oOpaboTKa pe3yiabTaTOB TMPOBOJWIACH B
coorBercTBUH ¢ ODPC «Craructuyeckass o0paboTKa pe3ylbTaTOB XUMHUYECKOTO JKCIEPUMEHTa U
OMONIOTMYECKUX UCTIBITaH» [1].

Pe3yabTaThl Hcc/ieIOBaHUS U UX 00CYKIeHUE

Omnpenenenue XxpoMaTorpaGUuuecKux XapakTepUuCTHK.

UyBCTBUTEIBHOCTh JACTEKTUPYIOIIETO pEareHTa YCTAHABIMBAJIM IO BEJIMYMHE Ipeselia
obnapyxenust (I10), KOTOpBI paccCUUTHIBAIA C Y4ETOM CTAaHAAPTHOTO OTKJIOHEHHWS CHTHAIA U
yrioBoro koadduimenta rpagyupoBounoro rpaduka. [10 cocrasnser 0,4 mxr. CrnenuduaHOCTH
onpeaensuin no BenuuuHe Rf msTHa KOHTPONBHOTrO Tpeka, KOTopas JOJKHO COOTBETCTBOBaTh Rf
naTteH craHgaptHoro ooOpasma (0,58+0,01). Ha Ttpekax KOHTPOIBLHOTO 00pasna BU3YAITbHO

O0HapyKUBAJIOCh MSATHO KOPUYHEBOro IBeTa ¢ Rf, cooTBercTByrOmEel cTaHmapTHBIM OOpa3mam

(puc. 1, 2).

Puc. 2. Xpomarorpamma arieToHOBOTO pacTBopa refist (2 — BepamaMun).

OddexTuBHOCTH MIACTUHKHU 0K0JI0 800 TEOpPETUYECKUX TapEIOK.



Banupanust METOIMKN KOJMYECTBEHHOTO aHAJIM3a MPOBEACHA IO CIEAYIOIIUM KPUTCPHSIM:
YYBCTBUTEIHHOCTh KOJIMYECTBEHHOTO OMpPENEICHHsI, JTHHEHHOCTh, NMPABHILHOCTh U CXOJUMOCTH
pe3yabTaToB [5].

JIMHEWHOCTh  yYCTAHABIMBAJIM 1O TPAIyHPOBOYHBIM TpaduKaMm, TOJYYCHHBIM NpHU
KOMITHIOTEPHOM 00paboTKe XpoMaTrorpaMM B KOOpAMHATaxX Iutomans nuka (S) — macca (m, MKT).
[Tox mnnom@aapid THKAa B BUICOJCHCHUTOMETPHH IOHUMAETCS HHTErpajbHas XapaKTEPHUCTHKA,
BKJIIOUAIONIAsi COOCTBEHHO IUIONIAL TSATHA, €r0 00bEM B MPOCTPAHCTBE M HHTCHCHUBHOCTH €O
okpacku [3]. Ilo pmaHHBIM TIpajyHPOBOYHBIX TIPAPUKOB PACCUUTHIBAIM CTATUCTHYCCKUE
XapaKTePUCTHKH M Kod(pduumeHT Koppensiuu. MeToaoM HAaUMEHBIIMX KBaJPAaTOB OMPEACIIsUTN
3HAYUMOCTHh CBOOOJHOTO 4JIeHA JIMHEHHOW 3aBHUCHUMOCTH (a), yrioBoro kodddunuenta (b) u
9YBCTBHUTEIHHOCTh KOJIMYECTBEHHOTO OIpeiecHus. PacyeTsl MPOBOIUIH C MTOMOIIBIO TIPOTPAMMBI
Microsoft Excel. B auamazone konmentparuii 0,5-2,0 MKr B msiTHe HaOIIOAaeTCs MPSIMOIMHEHHAS
3aBUCUMOCTh. [’ pagynpoBoUHbIN rpaduK ONMUCHIBAECTCS YpaBHEHHEM $=1,6910" m, koapdurment

koppemsiiuu I = 0,995 (puc. 3).

y=B'X

35000 -
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20000 -

“ 15000 -
10000 -

5000 -
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Puc. 3. I'pagynpoBouHbIii rpaduk Bepamnamuia.

[Tpenen konmuuecTBeHHOTro ompeneneHus (quantitation limit), paccuuTaHHBIM MO BeTUYMHE
CTaHJAPTHOTO OTKJIOHEHHs CHUTHajda M YIJIOBOro Kod(p@uiueHta TrpaJyupoBOYHOrO rpaduka,
cocTaBisaeT 1,2 MKT.

[TpaBUIBHOCTh METOAMKH OIPENEISUTH METOJOM «BBEACHO-HaWIeHO». [lo ypaBHEHUIO
IpaJyHpOBOYHOTO rpaduKa pacCUMTHIBAIN COJIEpIKaHUE BepanaMiiia Ha 5 ypOBHIX KOHLEHTpAIUH

CO u ompeAemsii METPOJIOTHUECKHE XapaKTepUCTUKH (Tabum. 1).



OL[QHKa IMMPaBUJIBHOCTHU OIIPCACIICHUS BCPpAllaMUIIa

YpoBeHb B3sro, | Haiineno, | OtkpsiBaemocTs, | Metponoruueckue
MKI MKT % XapaKTEPUCTUKHU

1 1,0 1,03 103

1 1,0 1,12 112

2 1,5 1.52 101 Xcep =101

2 1,5 1,41 94 SD =1,67

3 2,0 1,90 95 AX=3,77

3 2,0 2,04 102 RSD =5,22%

4 25 | 250 100 E%=3,73%

4 2,5 2,38 98

5 3,0 3,18 106

S) 3,0 2,97 99

Tabmuma 1

CXO,I[I/IMOCTB METOAUKHU OLICHUBAJIM I10 PE3YyJIbTaTaM IMOBTOPHOTO OIIPCACIICHUA COACPIKaHUA

BCpaltaMuiia B I'CJIC. PeByJ’IBTaTH U MCTPOJIOTHYCCKHUEC XapPaAKTCPHUCTUKU IIPEACTABJICHLI B Ta6J'II/II_IC 2.

Pesynbratel onpenenenus Bepanamuia B reye. OneHKa cXoauMOCTH

Conepxanue MeTtponoruueckue
Bepanamuia B rese, r/100 r | XxapakTepuCTHKH

0,90 Xep =0,925

1,01 AX =0,057

0,94 SD = 0,055

0,85 RSD% =5,9%

0,9 E% =6,2%

0,95

BoeiBoabl. B pesynberare

MPOBENEHHBIX

UCcIeI0BaHMii  pa3paboTaHa

Tabnuua 2

METOJHUKa

I/IHeHTI/I(bI/IKaHI/II/I U KOJIMYCCTBCHHOI'0 ONPCACIICHUA BEparnaMuiia B I€JI€ METOJIO0M HHaHapHOfI

xpomarorpadun Ha miuactuakax Mapku [ITCX-II-B-Y®. [lonyueHHble JaHHbIE CBUAETENBCTBYIOT,

YTO MCTOIHKa CHCLII/I(bI/IqHa, HMECT NOCTATOYHO BBICOKYIO YYBCTBHUTCJIBHOCTH U B(I)(I)CKTI/IBHOCTL.

MeTOJIHKa KOJIMYCCTBCHHOI'O ONPEACIICHUA OTBEYACT HGO6XO)II/IMBIM Tpe6OBaHI/I$IM 110 IToKa3aTeJIsiM

YYBCTBUTCIIbHOCTD, J'II/IHGfIHOCTB, MMPaBUJIBHOCTb U CXOJJUMOCTD.
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