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Po3po0Kka yMOB aHaIi3y METOKJIOIMPaMiy METOI0M

ra3opiguHHOiI XpoMaTtorpadii

0.0.Mawmina, H.IO.BeBs, I.O.byp’sn, K.O.byp’sau

HauionansHuit hapmaueBTUYHUI YHiBEpCUTET YKpaiHU
XapkiB, YKpaiHa

P03p06J1eH0 ONTUMAJIbHI YMOBH imeHTHdiKaIii
Ta KiJIbKICHOTO BU3HAYEHHS METOKJIOTPAMi/Ly
METOJIOM Ta30piAmHHOI Xpomartorpadii. Bectanos-
JIeHO, 10 abCOJIOTHUN Yac yTPUMYBaHHs TTiKiB
CKJIafa€: I PO3YNHHUKA CIONYKHU (eTaHOIy) —
34,6£0,2 c, nist metokyonpaminy — 132,5£0,2 c.
UyTamBicTh KiJIbKICHOTO BU3HAYEHHST METOKJIOM-
paMinxy — 6 MKT/MJI TOCTiI;KyBaHOTO PO3UMHY.

KmouoBi cioBa: MeTOKJIOTIPaMil, METO]] Ta30PiAUHHO]
xpomaTorpadii.

BCTVII

OnHyM 3 Hai6IIbII PO3IOBCIOAMKEHUX METOIB
aHAJi3y TOKCHMYHUX CIIOJIYK € METOJI Ta30pPiluH-
Hoi xpomarorpadii (I'PX), sikuit xapakTepusy€eThb-
CsI NIBUJIKICTIO BUKOHAHHS aHAJIi3Y, BUCOKOIO UyT-
JIMBICTIO, MIUPOKKM BUOOPOM XpoMaTOTpadiuHmx
KOJIOHOK Ta JIETEKTOPIB.

Ynockonanerns I'PX-metonnk aHami3y oTpyT
IPOBOJINTHCSI B HATIPSIMKAX BUOGOPY ONTHMATIbHUX
YMOB JIOCJTiIzKeHHsT (BUGOPY COPOEHTY, CKIIaLy He-
pyXoMoi pinkoi (asu, TeMIepaTypHOTO PEKUMY
KOJIOHKH, JIEeTeKTOpa, BUIIAPDHUKA Ta IMBHIKOCTI
HAJIAHHS Ta3a-HOCis1 B KOJIOHKY), 1[0 HAJIA€ MOXK-
JIMBICTH aHAII3yBaTH 3a PO3POOJIEHUME YMOBAMHM
SIK IHIUBIIyaJIbHI PEYOBUHMU, TAK i CyMillli TOKCHY-
HUX PEYOBUH Ta iX MeTabOIITIB.

Mertoto poboTu Oysia po3pobKa ONTUMATBHIX
YMOB aHAJi3y METOKJOIIPaMily MeTOIOM Tra3opi-
JIUHHOI Xpomarorpadii, IpuaaTHUX I XiMiKO-
TOKCHUKOJOTIYHUX AOCIIKEHD.

Mertokmonpamin ——  4-amino-5-xmop-N-[2-
(nuerunamino)erun|-2-meTokcu-6eHsamiga
TIZIPOXJIOPHI] — Ma€ MPOTUOMIOBOTHY Iif0, pe-
rymoe GYHKINI OpraHiB TpaBJIeHHS, CIPUSE 3a-

TOEHHA BUWpasku muryHka. [Ipm mepemosyBamHi
BUKJIMKAE JIEMPECUBHUIT CTaH, HAGPSIKH, ajeprid-
Hi peaxiii [3, 5].

[IpunpoBeaeHHi aHai3y 6i0I0TIYHOTO MaTepia-
JIy HA HASIBHICTh METOKJIOMPAMIIy 3aCTOCOBYIOTh-
cst criekTpasibhi (poromerpist, Y D-criekTpodoTo-
MeTpisi) Ta xpoMaTtorpadivni (BucoKoeheKTHBHA
piamaHAa Xpomartorpadis, TOHKONIAPOBA XpOMa-
torpadis) metonau [4, 6-8].

Pospobra ymoB ['PX-MeTomy 00yMOBITIOE MOJK-
JIUBICTH OTPUMYBATH OLIBII Ha/IiiHi Ta 06’ €KTHBHI
Pe3yJIbTATH TIPU 3aCTOCYBAHHI BChOTO KOMILIEKCY
XIMiKO-TOKCUKOJIOTIYHUX JOCTI/PKEHb Ha METOK-
JIOTIpaMif.

MATEPIAJIN TA METOIU
JOCIIAKEHHA

Xpomatorpadiuamii anamiz OyB MpOBeIeHUI
3a ZIONIOMOroI0 ra3oBoro xpomartorpada «Kpuc-
Tan-2000» (I:xkeBcbkuMii eeKTpOMEXaHiYHUN 3a-
BoJ, Ixxescbk, PD) na 6asi XapkiBcbkoro obiac-
HOTO GI0PO CYI0BO-MEINYHOI €KCIIEPTH3H.

XpomaTtorpadyBaHHSI BUKOHYBAaJIM B HACTYI-
HUX YMOBax: CKJsIHa KOJIOHKa i3 copbeHToM Xpo-
mator N-AW-DMCS (0,16-0,20 MxM) 3aB/IOBKKH
1 M Ta giamerpom 3 MM; pizika Hepyxoma aza —
5% SE-30, 5% XE-60, 5% OV-17; pyxoma razoBa
daza — asor.
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Puc. 1. Xpomamozpama emanonviozo posuuny MemoKionpamioy
(25 mxe/mn).
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Ky

TABJINTIA 1
Inentudikamnisa metoxaonpamiay 'PX-metomom (n=>5)
YMoBH xpoMatorpadyBanus Hac yrpumysanns Kinbkicts | Bucora, exsisanentna | Koedimient
(t ) € TEOPETHYHUX | TeopeTH4Hid Tapimmi cuMmerpii

Hepyxoma piaka ¢pasa | Posumnnuk | Peuosuna | Pozumnnuk rapizox (N) (BETT) (Ks)

5% XE-60 Eranon 73,0+0,2 33,310,3 695 1,44 0,8

5% SE-30 ArnetoH 133,3%0,2 35,2+0,2 1348 0,74 0,82

5% SE-30 Eranon 132,5+0,2 34,6£0,2 1795 0,56 0,85

O6’em BBezieHoi nmpobu — 1-5 mkJ1. JlosysaH-
HS1 Ta BBeJIEHHS TPOO BUKOHYBAJIH 3a [OMIOMOTO0
mikpormmmpuia «Hamilton» mictkicTio 10 MKJL.

HocaijpkeHHsT MPOBOJUJIM B 130TEPMiYHOMY
TemneparypHomy pesknmi (koronku — 100°C, me-
tekTopa — 230°C, Bunapuuka — 230°C), mBua-
KiCThb HaJlaHHS a30Ty B KOJIOHKY — 20 MJ/XB.
JleTexTyBaHHS CIIOJIYK BUKOHYBAJIW TIPU 3aCTOCY-
BaHHI €JIEKTPOHHO-3aXBaTHOTO JIETEKTOPA.

Jlist TOpiBHSIJIBHOI OIiHKKM BUOPaHUX YMOB
xpomaTtorpadyBaHHs BUKOPUCTOBYBAJIU €TAHOJIb-
Hi Ta alleTOHOBI PO3YMHU METOKJIOIpPaMimy, sIKi
mictusn 5,0-50,0 MKT/MJI pe4OBUHU.

PE3VJbTATU TOCIIIKEHHSA
TA IX OBTOBOPEHHSI

Bcranossieno, 1o mpu 3acTocyBaHHI HaBejle-
HUX yMOB XpomarorpadyBanus (pifka HepyxoMma
daza — 5% SE-30, 5% XE-60) na xpomaTorpami
CIIOCTEPITaINCh CUMETPUYHI MKW METOKJIOIIPaMi-
Jly Ta PO3YMHHUKIB, a TAKOXK iX UiTKe PO3/IiJIEHHS
(puc. 1).

[Ipu BuKopucTanHi piakoi Hepyxomoi dasu
(5% OV-17) He BigMivanoch po3/ijienHs MmiKiB Me-
TOKJIOTIPAMIJIy Ta €TaHOJY, SIKi BUXOJUJIN Ha XPO-
Marorpami OJIHUM ITiKOM.

Y pospobiennx ymosax I'PX-anamizy OyB
BU3HAYEHUU Yac YTPUMYBAHHS OTPYT (tym}m_),
po3paxoBaHi KoedillieHTH cuMeTpii MiKiB Ta 1o-
Ka3HUKHU e(heKTUBHOCTI XpoMaTorpadivHOi KOJIOH-

TABJINIIA 2
Koediuienru perpecii rpagyoBaibuoro rpadika
h=a+8C KiIbKiCHOTO BUBHAYEHHS METOKJIONPAMIiLy
I'PX-meTomom

KW — KUIBKICTh TeopeTuyHuX Tapijiok (N) Tta Bu-
coTa, eKkBiBasieHTHa TeopeTnuHiil Tapiiii (BETT)
[1, 2] (Tabm. 1).

Jlani, HaBesieHi B TabJ1. 1, miATBEPKYBAJIH [TPU-
maTHicTh xpoMmarorpadiunoi cucremu (5% SE-30)
st ipoBenieHHst I PX-ananizy peuoBunu (edek-
TUBHICTb XpOMaTOTpadivyHOi KOJIOHKY ITePEBUTILYE
800 T.T., KOedillieHTH cuMeTpii MiKiB He IepeBH-
MIyIoTh 2,4).

KisnbkicHe Bu3HAYEHHS METOKJIOIpaMiry Tpo-
BOZIMJIA METOJIOM abCOJIIOTHOT KaJliOPOBKH 3a BUCO-
TOI0 TTiKa. PO3paxyHOK BMiCTy OTPYTHU BUKOHYBAJIU
3a TpajlyroBaibHUM rpacikoM, MoOYI0BaHUM Y 3a-
sieskHocTi Big Bucotu mikis (h, MM) Ta KoHIIEHTpa-
1ii peyoBuH (C, MKI/MJ1), 3 BUKOPUCTAHHSIM CTaH-
NAPTHUX PO3YUHIB i3 pi3HUM BMicTOM OTPYT [1, 2].

VY 1abu. 2 HaBezeHi iHTepBaIU JiHIHHOCTI 110~
GymoBaHoro rpadika B [iarmas’oHax KOHIIEHTpa-
wiit 5,0-50,0 MKr/MJI, HIZKHST MeKa BUSHAYEHHST —
6,0 MKT/MJI1.

Koedinientn perpecii piBHSIHHS TpaayiOBajb-
HOTO Tpadika po3paxoBaHi METONOM HANMEHIIUX
KBaJIpaTiB.

ani, HaBezeni B Tabu1. 3, cBig4aTh Ipo BiATBO-
proBaHicTh pe3yJibrariB ' PX-anamisy B 1oCaiKy-
BaHUX [lialla30HaX KOHIIEHTpallili, OTPUMaHuX 3a
PO3pOBJIEHNMHU METOITUKAME B MOJIEIbHUX PO3YH-
HaX, 10 MiATBEPKYETHCS METPOJIOTIYHMUMM Xa-
pakTepucTuKaMu (BiJTHOCHA HEBU3HAYEHICTh He
nepesuiiye +2,01%) [1, 2].

Po3pobJieHi MeTOAUKH MOKYTh OyTH BUKO-
PUCTaHi /IJIS aHAJI3y OTPYT Y Cy/IOBO-TOKCUKOJIO-

TABJINIIA 3
Pe3ysbraTu KiJTbKiCHOTO BUBHAYEHHS

MeTOKJIOHpaMiI.[y B MOZI€JIbHUX posanax METOAO0OM
IPX (n=5, P=95%)
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FiYHOMY Ta XiMiKO-TOKCUKOJIOTIYHOMY AOCTiI>KeH-
HX. AHaJi3 iHAWBIAYaTbHUX OTPYT Yy BUTSIKKAX
3 Giosoriunoro marepiany merogom I'PX mpoBo-
nutbes micst THIX-ckpuHiHTy.

BHUCHOBKU

1. 3amporoHOBaHO ONTHUMATBHI YMOBU aHATI3y
METOKJIOTIPaMi/ly METOJIOM Ta30pPiZIHHOI XpOMAaTor-
padii Ta ix 3acTocyBaHHS I imeHTH(IKAI i Kilb-
KiCHOTO BU3HAYEHHS OTPYTH B MOZIEIbHUX PO3YIHAX.

2. BcranoBiieHo, 110 aOCOIIOTHUH Yac yTpUMYy-
BaHHS MIKiB CKJAJAE: VIS PO3UMHHUKA CITOJTYKHU
(eranony) — 34,6+0,2 ¢, 111 MeTOKJIONIpaMiny —
132,5%0,2 c¢. YyTauBicTh KiJIbKICHOIO BH3HAYEH-
HsI METOKJIOTIpaMiny — 6 MKT/MJI ZOCJIiIKyBaHO-
TO PO3UMHY.

3. Po3pobiieHi METOAMKN MOXKYTb OyTH BUKO-
puCTaHi s aHANi3y OTPYT Y CYAOBO-TOKCHUKO-
JIOTTYHOMY Ta XiMiKO-TOKCHUKOJIOTIYHOMY JTOCJIiJI-
JKEHHSIX.

JITEPATYPA

1. Mawmina O.0. Pospobka cxemu CIpsIMOBaHOIO aHaJi-
3y medinku Tpyma Ha kodein / O.0.Mawmina // Bicauk
dapmarii. — 2001. — Ne3. — C. 35.

2. Mawmina O.0. XiMiKO-TOKCHKOJIOTIYHUI aHaJIi3 Jifi0-
kaigy / O.0.Mawmina, B.B.bonoros, B.C.boumap //
Dapwmarr. xyps. — 2003. — Ne 2. — C. 68-72.

3. Mamxosckuit M./l. JlexapctBennble cpeacTBa. — M.:
Wsn-sBo «Hosas Boana, 2010. — 1216 c.

4. Revanasiddappa H.D. Assay of some chemother-
apeutic agents by visible spectrophotometry /
H.D.Revanasiddappa, M.A.Veena, B.Manju, T.N.Kiran
Kumar // Bulg. Chem. Commun. — 2003. — Vol. 35. —
Ne4. — C. 235-241.

5. Cancer chemotherapy-induced nausea and vomiting:
role of mediators, development of drugs and treat-
ment methods / R.Mahesh, R.Venkatesha Perumal,
P.V.Pandi [et al.] // Pharmazie. — 2005. — Vol. 60. —
Ne2. — C. 83-96.

6. Clarke E.J.C. Isolation and identification of drugs in
pharmaceuticals, body fluids and postmortem materi-
al / E.J.C.Clarke. — London: The Pharm.Press, 1986. —
1226 p.

7. HPLC-DAD methods for studying the stabili-
ty of solutions containing hydromorphone, ketor-
olac, haloperidol, midazolam, famotidine, metoclo-
pramide, dimenhydrinate, and scopolamine / S.Nassr,
M.C.Dubuc, P.Lavoie, J.L.Brazier // J. Liq. Chro-
matogr. and Relat. Technol. — 2003. — Vol. 26. —
Ne17. — C. 2909-2929.

8. Simultaneous quantification of doxorubicin, loraze-
pam, metoclopramide, ondansetron, and ranitidine in
mixtures by liquid chromatography-tandem mass spec-
trometry / E.Abdel-Hamid Mohammed, Sharma Dee-
pa[etal.] //]J. Liq. Chromatogr. and Relat. Technol. —
2004. — Vol. 27. — Ne4. — C. 641-660.

E.A.Mamuna, H.IO.beeg3, A.A.Bypovan,
E.A.Bypvan. Paspabomxa ycaoseuil anaausa me-
moxaonpamuda mMemooom 2azoncudKoCmHolu xXpo-
Mmamozpaduu. Xapvros, Ykpauna.

KioueBbie cI0Ba: Memoxaonpamuo, Memoo 2a3o-
HCUOKOCHOU XpomMamozpapuu.

PaspabomarnvL onmumaivrole Ycroeus uoeHmugu-
KAUULU U KOTUYECTNBEHHOZ0 ONPEOeNeHUSI MEMOKIONPA-
muoa memooom 2a3oncUOKOCIMHOU XPOMAMOZPAPUL.
Yemanoeneno, umo abcomommnoe epems yoepicuea-
HUsL NUKOE cOCmagisiem: 0Jisk PACMBOPUMEILs. 8eUeC-
6a (smanona) — 34,6£0,2 ¢, dnss memoxronpamuda —
132,5+0,2 c¢. YyscmeumenoHoCmy KOAUUECMBEHHOZ0
onpedenenus memoxkionpamuoa — 6 MKz/ M1 anaii-
3upyemozo pacmsopa.

0.0.Mamina, N.U.Bevz, A.O.Buryan,
K.O.Buryan. Elaboration of conditions of metoclo-
pramide analysis with gas-liquid chromatography
method. Kharkiv, Ukraine.

Key words: metoclopramide, gas-liquid chroma-
tography method.

The optimal conditions of identification and quan-
titative determination of metoclopramide with gas-
liquid chromatography method were elaborated. The
absolute retention times of peaks for solvent of prep-
aration (ethanol) were 34,60,2 sec., for metoclo-
pramide were 132,5+0,2 sec. Sensitivity of quanti-
tative determination of metoclopramide 6 mkg/ml of
analyzed solution was defined.
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