CUNHTE3 TA AHANI3 BIONION4YHO AKTMBHUX PEHOBWH 31

Pexomendosana 0.¢.1., npogpecopom B.C.Bondapem

YK 615.246.8:615.9:54.062.543.544.44

3ACTOCYBAHHS TOHKOIIIAPOBOI TA
BUCOKOE®EKTUBHOI PIIVHHOI XPOMATOTPA®I{

I KOJIbOPOBUX PEAKIIIN )11 BUABJIEHHA JIOITEPAMITY
TA MOT'0 KIJIBKICHOTO BU3HAYEHHS

B.B.bonoros, B.I'.Tkauenko

HauioHnanpHuit papmatieBTMuHMHN yHiBEpCUTET

3anponoHoBaHi MeTOAM TOHKOWIAPOBOI, BHCOKO-
edexTHBHOI piquHHOT XpomaTorpadii Ta KoabOpoBi
peakuii s BU3HAYeHHs Jonepaminy, fKi Jal0Th
MoXmBicTh inenTngikysaTn npenapar. Pospodiena
MeTOIUKA KiNbKiCHOTO BU3HAYEHHs Jiomepamiay 3a
MeTOA0M BHCOKOedeKTHBHOI PiiMHHOT XpomMaTorpa-
(ii. MeTommka 103B0JIsIE BUSHAYMTH IIPENAPAT IPH HOro
Bmicti B npo6i Bin 0,002 mkr/ma ao 202 mkr/mur.
BinnocHa noMuika merony cknamgae +1,21%.

Jlonepamin (ioniepaminy rizpoxiopun) — 4-[4-(4-
xJiopdeHin)-4 rinpoxcurninepuanHo]-N,N-qumeTut-
2,2-mucdenHinbyrrupamia rinpoxiopun [6] € p,o-aro-
HIiCTOM OITiaTHUX PELIETITOPIB i 3aCTOCOBYETHCS B KO-
CTi CUMINITOMaTHYHOTO 3aco0y MUIsT JIIKyBaHHS rocTpoi
Ta XpOHIYHOI niapei [2, 4, 10]. INpenapar HaJIEXUTH
IO CWIBHOAIIOUMX 3ac00iB. Ilpu opajibHOMY 3acTOCy-
BaHHi y wypiB LDso nomepaminy cknamae 249 mr/kr,
y muieid — 149 mr/kr [14]. OnucaHi YucieHHi BU-
MMaJKV OTPYEHHS LIMM TIPerapaToM, OCOOJIUBO Yy IiTei
[3, §, 7, 11-13]. MeTtoau BMSABIIEHHSI JioTIepaMimy,
BUIUTEHOro 3 GioJ0riYHOro Marepiany, po3poGeHi
HeIoCTaTHBO. Y poboti [9] onmmcano meton BEPX
Jlonepaminy Ta HOro AMMETUIbOBAaHUX METAOOITIB y
TJ1asMi i ceuyi 3 BMKOPHUCTAaHHSIM Mac-CITIEKTPOCKO-
ITIYHOTO AECTEKTOpaA.

MeTtoro Hauioi po60TH € po3podKa YMOB BUSIBJIEH-
HA JIoTiepaMify B IIPUCYTHOCTI iHIUIMX JTIKApChKUX
MpenapariB, SKi MOXYTh 3aCTOCOBYBATUCH Pa3oM 3
HHWM, 33 IOTIOMOTro10 xpoMartorpadil B TOHKHUX LIapax
copbeHTy (TLLX), BUCOKOEHEKTUBHOI PiAMHHOI XpO-
matorpagii (BEPX) Ta koib0poBUX peakuiit, po3pob-
Ka YMOB KiJIbKICHOTO BU3HAY€HHS JIONIEepaMily MeTo-
nom BEPX. Hamu po3po6GieHa meronuka BEPX juts
BUSIBJICHHSI Ta KiJIbKICHOTO BU3HAYEHHS JIOMEPMiay 3
BUKOPUCTaHHSIM Y®-neTeKkTopa Ta iHIIKX YMOB XpO-
marorpadyBaHHs.

ExcnepuMeHTAJIbHA 4aCTHHA

Y poni TOHKMX HIApiB y METOHi TOHKOULIApOBOI
xpoMarorpadii BUKOPUCTOBYBAIU TLIACTUHKU IS
BUCOKOE(EKTUBHOT TOHKOLIAPOBO1 xpomartorpadii

(BETILIX) BupoGuuurBa Ecrtonii (copbent KCKIT,
dpakuist — 5+20 MM, ToBIIMHA Wwapy — 130+25 MM,
po3mip rtacTuHoK — 10+ 10 cM), rmmactuHku Cury-
o UV-254, miacturku Copodin (cunikarens CTX-1A,
tann OCHOBU — IITCX-T1-A), CKsiHi TUTACTUHKYU
dbipmu “Merck” (Himeuunna) (cwrikarens GF-254,
po3mip ruractuHKU — 10x10 cm).

XpoMmarorpadyBaHHs TIpPOBOOWIN B KaMepi 00’e-
MoM 500 cm”, B siky BHOCUIU 50 MJI CUCTEM PO3UMH-
HukiB. Kamepy HacuuyBanu mpotsrom 30 xB. Ilna-
CTUHKU aKTUBYBaJIU HarpiBaHHsM ripy 110°C npots-
rom 30 xB. Ha niHiro ctapry Ha BiAcTaHi 2 cM BiI
Kpalw TUIACTUHKM HAHOCWIM 3pa3Ky JjioTiepamimgy Ta
iHwux npenapariB (0,01% po3uuH y xiopodopmi),
ski mictuym Big 1 mxr go 100 mkr npenapary. [o-
BXMHA LWISIXYy Npobiry po3uMHHMKIB cKianaia 8 cm.
Y poni NMposiBHUKIB BUKOPMCTOBYBAJIM Tapy MHomy
(6ypi TuIAMM), TOCHINOBHY 06pobKy 0,3 M po3unHa-
MM Mini cynbdary ta Kaiiro wonumy (Oypi ruisMu).
Ilpn 3acTocyBaHHi cUCTEM PO3YMHHUKIB HEHATpasb-
HOTO XapakTepy TUTACTUHKM Iepea HAHECEHHSIM I0-
CJIDKYBaHUX PO3YMHIB CTrioyaTky obmnpuckysamm 0,1 M
PO3YUHOM KaJlito TigpOKCUAY B METAHOI.

BEPX nonepaminy rinpoxsiopyay BUKOHYBalyu Ha
MiKpPOKOJIOHKOBOMY PIIMHHOMY xpoMartorpadi Hew-
lett-Packard 3 BUKOpMCTAHHSM HACTYITHNX YMOB: KO-
JIOHKa po3MipoM 4,6X150 MM Oysa 3arioBHEHa cop-
GeHnroM 3 obepHeHoI0 (azoro Eclipse XDB-CS8, 5,0 Mxm.
XpomarorpadyBaHHs MPOBOAUIU B i30KpPaTUYHOMY
pexuMi. Pyxoma ¢aza: Boga — aueToOHITpUI — TpU-
eTunaMiH — kuciora oprodocdopHa (100:99:0,5:0,5);
TeMmrepaTtypa KoJoHkKH — 30°C, WBUIKICTb PyXOMOi
dasu — 1 mu/xB.; YP-meTeKTop — HiOZHOMATPUY-
HUM, DOBXMHa XBWIi — 214 HM. O0’eM 1npodu, 110
BBOOMJIACH, ckiamaB 10 MK,

Pe3yabTaTu Ta iX 00roBOpeHHs

Pe3ynbratn xpoMaTorpadiyHux JOCTiIKEHbL HaBe-
JeHi B Tabu. 1. Jani wiel Tabnuui cBiguaTh, 10 A
PO3IiJIEeHHS JIOTIEpaMigy Ta BKa3aHMX BMLUE Tperia-
paTiB HaOLIBLI MiAXOOATHL HACTYIHI CUCTEMM pO3-
YUHHMKIB Wis TiacTuHoK: Copbdin — 7, Cwrydon —
1,3,7, Merck — 4 Ta BETIIX — 7. Hatuymmusium
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Taboauuysa 1
3uauenHsa Rf x 100 gasa sonepamizny Ta meAxkux iHImMX mpernapariB y cucTeMax
PO3YMHHMKIB HA PIBHMX TOHKMX IIAPAX
ToHKi wapun Cucremn Ll
pOSflHIIKIR Nonepamia HoBoKAiH Ovmenpon ranonepuaon ATponiH

1 78 70 65 71 38
2 79 75 | 81 80 43
3 73 57 63 61 1 20
4 52 37 52 . 46 9

Kopedis 5 75 64 55 71 16
6 55 33 48 50 31
7 63 51 43 49 25
8 70 39 35 67 24
9 78 63 57 74 47
1 44 43 28 . 20 8
2 43 36 46 40 9
3 84 46 67 63 4
4 41 15 33 31 3

SR 5 44 40 31 44 9
6 19 10 16 18 16
7 43 24 20 38 14
8 81 24 49 86 16
9 64 36 54 61 30 -
1 76 74 70 73 44
2 68 62 68 64 20
3 82 72 78 80 24
4 70 46 63 55 11

BETLUX 5 72 65 54 67 15
6 71 47 59 66 52
7 71 56 34 64 30
8 91 71 80 86 68
9 79 64 60 70 53
1 83 71 64 77 32
2 42 36 28 34
3 80 55 61 72

— 4 50 30 38 39

5 64 52 36 64
6 46 30 39 44 32
7 63 48 36 59 22
8 89 51 64 86 49

Mpumitka. CuctemMu posunHHKKIB: 1 — MeTaHon — amiak (100:1,5); 2 — xnopodopm — metanon (90:10); 3 — xnopodopm —
rekcan —evaxon (1:1:1); 4 — xnopodpopM — rekcaH — etaHon (1:2:1); 5 —eTnnaueTar — MeTaHON — aueToH — Boaa (25:10:10:5);
6 — xnopodopm — MeTaHON — KucnoTa mypawmnHa (50:50:1); 7 — meTtaHon — aueToH — kucsioTa mypawmha (50:50:1); 8 —
i30NponNaHon — KKUCNoTa ouToBa — eTunaueraTt — soga (5:2:1:3); 9 — po34uH amoHilo aueTaty™ — giokcaH — meTtaHon (20:40:40).
*P034uH aMOHilo aueTaTy rotyBany 3a HacTynHowo metoaukoio: 150,0 r B amoHilo auetary posumuanv 8 1,000 n Boan ounwieHoil
Ta gopasanu 3,0 Mn NbOARHOI OUTOBOIT KMCNOTH,
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Puc. 1. XpomaTtorpoma nonepominy, oTpumano metoaom BEPX.
TIPOSIBHUKOM € peakTus JpareHnopda, moaudikona- 'y - A ‘ ‘ KT
50 100 150 200

HMit 32 MyHbe, (MexXa BUSIBIEHHSI Ha TUIACTUHKAX
Copbdin i Merck — 0,25 MKr).

Bxasani ymoBu xpomarorpadyBaHHsI TO3BOJIWIM
OTPUMYBATH TOCTPi CUMETPUYHI miku jonepaminy (K
1,294 acumerpii). TurioBa xpoMaTorpama jorepamimy
npencraBieHa Ha puc. 1. 3a mOMOMOroxw MeTomy
BEPX nHamu takox Gyjia po3pobieHa METOIMKA KiJlb-
KiCHOTO BM3HA4YCHHs Jionepamioy. ['pamyloBajibHUA
rpadik, ogepXaHUH 3a METOJOM abCOJIIOTHOI Kasio-
POBKM 1 IIPEACTAaBJICHUH Ha pUC. 2, CBITYUTH, LUO
MpsMa 3aJIeXHICTh MIX TUIOLLEIO MiKY i KOHLEeHTpa-

= 1i€1o icHye B Mexax Bix 0,002 Mxr/mi mo 202 MKT/M.

Puc. 2. TpanyrosanshHuii rpadik ans KinskiCHOrO BUIHQYEHHS
nonepamipy B posunuHax metogom BEPX.

1 po3paxyHKy BMICTY JIONiepaMiny B PO3YMHax
KOPHUCTYBAJIMCh TPamyloBaibHUM rpadikom (puc.2)
abo PIBHAHHAM IIpsMol, ke Oyno po3paxoBaHe 3a
JIOMTIOMOTOK0 METOAY HaWMEHIUMX KBaaparTiB [1]:
Y=30,26C+95,36, ne: Y — nourHa riky, C — BMICT
JioniepaMiny B 1 MJI po3unHy, MKT. Pe3yibTaTti Kijlb-
KiCHOrO BM3HAUYCHHS JIONepaMily B pO3uMHax 3a J0-
MOMOTOIO HaBeAEHOI METOOUKY TIPeCTaB/IeH] B TabI. 2.
JaHi niei Tabauvui ¢Big4yaTh 110, BiIHOCHA TTOMMWJIKA

Tabmanua 2
PegynpraTi KiNbKiCHOTO BM3HAUEHHA JonepaMiny B po3umnHax metrogom BEPX
KoHueHTpauis none- . 3HaigeHo nonepamigy MeTponoriuHi
pamigy B Npo6i, MKr/Mn Mrowa riky MK % XapakTepPUCTNKn
1,02 31,9 0,99 97,74
5,11 159,2 5,05 98,87 ><S~‘~_919v1552
10,22 321,2 10,22 100,00 Sx=0,47
5 5 8 AX=1,21
51,10 1599,3 1,01 99,81 _ e=1,21%
102,20 3157,8 103,18 100,96 X+AX=99,62+1,21
202,40 6197,6 203,13 100,36
Tabumua 3
Koaboposi peakiiil sonepaminy Ta iHmmx npenaparis
3abapBneHHs 3 PeakTUBOM (4YTIMBICTL peakuii, MKr)
Mpenapat ; ;
H2S04 HNOs Epamana dpene MaHpgenina Mapki NidepMaHa
Nlonepawmig, xoBTe (100) — xoBTe (100) — 3eneHe (50) — Bypo-xosTe (50)
" _ ) . 4epBOHE — XOBTO- _ _
HosokaiH — xosTe (10) xopuHese (10)
(o) €BO-
Avmenpon | opaHxese (5) | — — - xosTe (10) xosTe (10) ogar?:(:;e (10)
Fanonepuaon == s o o — - KopudHese (5)
i — _ _ _ 4epBOHO-
ATponiH —_ = opaHxese (10)

MpuMmiTKa. 3HaK —» 03Ha4ae rnepexin 3abapeneHHs; (—) — BIACYTHICTb 3abapBneHHs.
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BM3HAYE€HHS CEPEIHbLOTO pPe3yJbTaTy CTAHOBUTH
+1,21%.

My TakoxX BUBYWIM METOI BU3HAYEHHHA JIOTIE-
pamily 3a IOMOMOTOI KOJILOPOBMX peakLii. na
TOLLYKY TaKWX peakiiiii BUKOPYICTOBYBAIU PSIT peak-
THBIB, SKi 4aCTO 3aCTOCOBYIOTBCS B aHaJTi31 a/IKaJIOINiB
Ta a30TOBMiICHUX OpraHiyHuX peyoBHuH [8]. Pe3yibra-
TA UMX JOCHIIDKEHb HaBeAeHi B TabJ. 3.

I1pu npoBeaeHHI KOJBOPOBUX peakiliii BUKOPUC-
TOBYBaJIY OUTi MOPLIETAHOBI YalllKH a00 TUTACTUHKM i3
3arMOIEHHSIMHY, B SIKi BHOCWIM XJTOPO(OPMHI po3-
YUHU JIOTIEPaMify Ta iHILUX PEYOBUH, AKi MICTHJIH Bif
I mxr go 100 Mkr npenapartiB y nmpo6i. PO3YMHHUK
TIOBHICTIO BAITapioBaim (MuB, Tabi. 3), 32 JOTTOMOro0
CKJISTHOI MaJUYKW JOHaBaiyd Kparulio BilnoBiHOTro
PeaKkTUBY, PO3YMH TIEPEMILIYBAJIM i CTIOCTEPITANIU 3a-
GapsieHHs. KpiM Toro, [1ss BUKOHAHHS KOJILOPOBUX

peaKliit BUKOPUCTOBYBAJIU TUIACTUHKU IS TOHKO-
apoBoi xpoMarorpadii, Ha sIKi HAHOCWIM PO3UMH
Jioniepamiay Ta IHUIMX Jiikapcekux mperapatiB (0,1-
10 MkT).

YUyTIUBICTH KOJLOPOBUX PEaKlliii Ha IIaCTUHKAaxX
qts THIX 36inburyersest (MoxHa BU3HauuTH 0,5 MKr
rpenapary B TUIsSIMi).

BUCHOBKH

1. BuBueHi yMOBM BUABJICHHS JIONIEpaMify 3a JO-
TMOMOrcl0 xpomarorpadii B pPi3HMX TOHKHMX Liapax
COpOEHTY Ta KOJbOPOBUX PEaKLii.

2. PospoOiyieHi yMOBM Ta NpPOBEOCHO SIKICHE Ta
KiTbKiCHE BU3HAYEHHS JioTiepamiay mMetogom BEPX.

3. JloBeneHo, 10 3a3HaYe€Hi YMOBU MOXYTb GYTH
BUKOPUCTAHI 11 BUSABJIEHHS JIOTIEpaMiAdy B MPUCYT-
HOCTi psay NiKapCchKUX TIpenapariB, SKi MOXYTh 3a-
CTOCOBYBAaTUCH Pa30M 3 HUM.
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IMPUMEHEHUE TOHKOCJ:[OI?IHOI;[ 1 BBICOKOOPDEK-
THUBHOW XWIKOCTHOW XPOMATOTPA®UU, LIBET-
HBIX PEAKLIAW 1151 OBHAPYXEHUS U KOJIMYECT-
BEHHOI'O OIIPEAEJIEHWA JTOIIEPAMMUIA
B.B.Bosnoros, B.I' TkauyeHKoO

IpennoxeHnl METOAb TOHKOCJOWHOHM, BhICOKO2((HEKTUBHON
XHAKOCTHON XpoMarorpacdu# ¥ LBETHBIX PEAKLMi1 1T Orpese-
JIEHUS JIOTIEpaMuIa, KOTOpbie JAIOT BO3MOXHOCTb MAeHTU(DN-
LMpoBaTh npenapar. PaspaboraHa MeTOOMKa KOJUYECTBEHHOTO
ornpeneaeHus JonepaMuia MeToIoM BEICOKO(D(EKTUBHOMK KU~
KOCTHOW XxpoMmaTtorpaduu. MeToauKa MO3BOJISET ONPEACIUTh
npenapaTr npM ero coaepxaHuu B npobe or 0,002 mxr mo
202 mxr. OTHOcHTENbHAas olnbKa MeTona cocTasisieT +1,21%.
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APPLICATION OF THIN LAYER AND HIGHLY EFFEC-
TIVE LIQUID CHROMATOGRAPHY, COLORED REACTI-
ONS FOR OBTAINING AND QUANTITATIVE DETERMI-
NATION OF LOPERAMIDE

V.V.Bolotov, V.G.Tkachenko

The methods of thin-layer highly effective liquid chroma-
tography and colored reactions for determination of lop-
eramide have been suggested. We have worked out the
method of loperamide quantitative determination highly
effective liquid chromatography method. The method allows
us to determine the preparation in a sample with its content

- from 0,002 mkg to 202 mkg. The relative error of the

method is £1,21%.



