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Po3poliieHo MeTOOUKYy HpenapaTHBHOI OYMCTKHM CHHTE30BaHHUX 3-(2-Xxouin-
1,3,4-okcaniazounin)-kymapuHiB MetogoM BEPX 3 MeToro mogampmioro BUBYEHHS iX
¢yopecueHTHHX BractuBocTeil. CTPpyKTypy cronyk minTBepmkeHo nanumu 'H-SIMP-
CIIEKTPOCKOIIii, YUCTOTY — XpoMaTorpadiuHuMU METOJAMH.

Pa3paborana mMeromuka mpenapaTHBHONW OYMCTKH CHHTE3UPOBAHHBIX 3-(2-XOJIHII-
1,3,4-oxcaaua3zonmi)-kymapuHoB MetogoM BOXKX ¢ 1enbio ganpHeiiero u3y4eHus ux
(myopecueHTHBIX cBOicTB. CTpyKTypa coeanHeHHH noaTBepx/eHa fanasivu 1 H-SIMP-
CIEKTPOCKOIHH, YUCTOTA — XPOMATOrpahMueCcKUMH METOAMHU.

The method of preparative purification of the obtained 3-(2-cholyl-1,3,4-oxadiazolyl)-
coumarin by HPLC for further study of their fluorescent properties was proposed. The
structure of the compounds was confirmed by 1H-NMR spectroscopy. Purity of compounds

was confirmed by chromatography.

IHTechBHHﬁ PO3BHUTOK METO/IB aHaji3y, 3aCHOBAaHHX
Ha BUKOPHUCTaHHI1 (IyopecleHIlii, 3po0uB iX ofHIMH i3
HaWBKIMBIIINX KCIIEPAMEHTAIEHIX METO/IB y 0ararbox
HAyKOBHX JWCIUILTIHAX. 3aCTOCYBaHHS (IIyOpeCIeHTHUX
MITOK y 0i0T€XHOIOTil Ta MEIUIIHNHI IPU3BEIIO A0 MOSBH i
PO3BHUTKY METOMIB peecTparlii OiocmenudiyHnx B3aeMOIH,
110 32aCTOCOBYIOTh Y MEAWYHIH TIarHOCTHII H Pi3SHOMAaHITHAX
6ionoriunmx ananizax [1-3]. V sxocti ¢uyopecueHTHUX
OapBHUKIB HalyacTillle BUKOPUCTOBYIOTh MOJIIMKIIUHI
apoOMaTH4HI CHOJYKH, MOXiJHI KyMapHHIB, XiHOJIHIB, iH-
JIONiB, iMifa3omiB, (roopecueiny, pogaminy tomo [4-6],
10 MOIU(IKYIOTh JJIs HaJaHHS IMOTPIOHUX BIACTUBOCTEH
(criopigHEHICTh 10 O10OTIYHUX MeMOpaH abo pinuH, po3-
YUHHICTb, TINO(ITBHICTS).

Bimomo, 1o npupoaHa XoneBa KUCI0Ta MiCTUTh O11eHTaT-
HYy Ta NOJi(QyHKIIOHAIBHY CTPYKTYPY, Ma€ HU3bKY TOKCHY-
HICTB 1 BUCOKY OioyIoriuHy JOCTyIHICTS [7,8]. XemoceHcopn
Ha 0a3i X0JIeBO1 KUCIIOTH € AyKe MPUBAOITMBHUMHU CHCTEMAMHU
JUTs aHauti3y OiosoriyHux mnpouecis [9,10], ajpke moenHy0Th
amicpinbHy (BiIIOBIAE 32 CENEKTUBHICTh COJIbBATYBAHHS)
i ¢pimyopodopHy yacTuHy (BiAMOBiIAE 3a mepeaady aHami-
TUYHOTO CHTHAITY).

Puc. 1. 3-(2-Xonin-1,3,4-okcaaia3omniia)-KyMapHHH.

Pamnimre 3amporoHOBaHO CHHTETHYHI IT1AXO/H 10 CTBOPEH-
HS 3IaTHHX 110 ()TyOpECIeHIII] CIIOTYK Ha 06a3i KyMapHHOBOTO
SPa, 0 MICTIJIN 3aJIUIIOK XOJIEBOI KUCIIOTH, IPUETHAHUH
gepes 1,3,4-okcaniazonbHuid MicToK [11].

MeTa po6oTun

Po3pobka meToniB npenapaTuBHOI OYUCTKH OTPUMAHUX
CHHTETHYHHUX 3-(2-x0min-1,3,4-0kcamia3omnin)-KyMapuHiB
JUISl TIOAAJIBIIOr0 BUBYEHHS iX ()IyOpECIEHTHHX BIACTH-
BOCTEH.

Marepianu i MeToau aocnimkeHHA

[TpenapaTuBHe BUIUICHHS POBOIMIN Ha XpomaTorpadi
Varian ProStar y komruiekraii: rpajJiieHTHa cucTema BUCO-
koro Tucky ProStar 210; criekTpoh)OTOMETPUYUHHI IETEKTOP
ProStar 325; By3onm pyuyHOro BBOIY 3 00’€MOM J03YyI09Oi
mewai 1 mut. Komonka — Jlmacop0-130-C16T (250%15 mwm,
7 mkm). Crekrpu 'H-SIMP orpumaHo Ha CeKTpoMeTpi
Varian WXR-400 (po6oua uacrora 400 MHz) 8 IMCO-d,,
BHyTpimHii crangapt — TMC.

PesynbraTtyh Ta ix 06roBopeHHsA

3-(2-Xonin-1,3,4-okcamiazonin)-kymapunu la-1g (puc. 1),
OTpHUMaHi B Pe3yJbTaTi CHHTE3Y V JCKUIbKa CTaJiil, MiCTH-
JIM JTIOMIIIKK HaiBIPOAYKTIB peakuiil (riapa3uy XoneBoi
KHCJIOTH, 2-IMIHOKYMapHHH, 2-XOJITiipa30-KyMapuH-3-
KapOoKcaMiZM) 1 MOOIYHHUX MPOAYKTIB peaKiii.

Koo R
la-H
1b -8-Et0O
le -8-MeO
1d -7-MeO
le -7-N(Et),
If -6-Me
lg-6-Cl

= R
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st npenapatuBHOi XpoMarorpadii roTyBalnyd po34nHH
CIIOJTYK JJIS OYMCTKH 3 KOHIICHTPAITEFO MPUOITH3HO 25—50 Mr/Mt.
3pasku la-e pO3UUHSIIN Y CyMIll aleTOHITPUI — METaHOJI
(1:1), 1f~g y cyMilli aeTOHITPHUI — METaHOJ — TETParigpo-
¢ypan (1:1:0,2). Y sixocti pyxomoi pa3u A BUKOPHCTOBYBa-
14 45% aneToHiTpuII, pyxomoi ¢azu B — 90% arieToHITpHIL.
[IBuakicTh HomaHHs pyxoMoi ¢a3u ckianaia 4,5 Mil/XB.

J106ip ymoB xpomarorpadyBaHHs POBOIMIH 33 JJOBKUHH
xBuIi 235 HM (BIJNOBIIa€ MAKCUMYMY ITOTJIMHAHHS 3aJIUILIKY
XOJIEBOT KUCIIOTH). |HXKEKIisl — eKBIBAJIEHT 2 MI' CyMillli JUIst
PO3IUICHHS. 32 TAKUX YMOB CIIOCTEPIraiv YiTKAH aHATITHY-
HUW CUTHAN JAeTeKTopa (puc. 2, BEpXHS XpoMmarorpama, Ha
npukiani crnonyku /e). [IpenaparuBHe po3iieHHst IPOBOIHU-
I 32 10BXHUHU XBUITi 270 HM (O4iKyBaHHH MiHIMYM HOTIIHU-
HaHHS1, 00paHuii 151 3ar100iraHHs HaIMipHOT IHTEHCUBHOCTI
MiKiB BHACIIIIOK 301/IbIIICHHS KOHIICHTpallii aHamiTay 15-25
pasiB). [mxkekirist — ekBiBasieHT 30—50 Mr cymirini 1yt po3i-
JICHHS. AHQJIITHYHUH CUTHAJI IETEKTOpa BHACIZIOK BUCOKOT
KOHIIGHTpAIlii aHaIiTa y PO3YMHI BUXOIUB 33 MEXIi Jlialla30Hy
BUMIPIOBaHHS JIETEKTOPA, 110 YTPYIHIOBAJIO iIeHTH(]iKallii0
MEX IiKIB OCHOBHOI PEUOBHHH 1 JIOMIILIOK (puc. 2, HUKHS
XpomarorpamMa, Ha npuKiaji cronyku le).

CrniBBigHoeHHs pyxomux ¢a3 A ta B, o0panux juis npe-
MapaTHBHOTO BUAUICHHS, CKJIaNo Juist 3pa3kiB la, Ic, 1d, 1f
—30:70, nnst 1b, 1e, 1g — 50:50. Yac yrpumyBaHHs Bpakiii
uipoBux cnonyk: la — 21,4-24,0 x8; 1b — 13,6-15,7 xs;

Ic - 16,3-18,1 xB; 1d — 21,9-24,1 xB; le — 12,6-15,4 xB;
1f—21,5-235 xB; 1g — 22,4-26,0 xB.

Opaxuii 30upanu Bpyuny. OnHakoBi ¢pakuii micis
JEKITBKOX IHXKEKIiH 00’ €JHyBaJIM 1 KOHIIEHTPYBAJIH Ha PO-
TOpHOMY BUNIapHUKY 1pu 35-50°C Ta 3aIUIIKOBOMY TUCKY
61u3bKo 107 aT™ Ta HepeKPHUCTAI30BYBAIIU 3 AIIETOHITPHUITY.
3pasku igenTudikyBaan 3a gornomorow meroxy H'-SIMP-
CIEKTPOCKOTT.

OCKIJIBKH IIJIbOBA CIIOJIyKa BHXOJWJIA 3 KOJIOHKH HE
OCTaHHBOIO, /I 3MEHIICHHS 3arajJbHOTO Yacy aHalli3y
BHUKOPHCTAHO METOJI BBEACHHS HACTYITHOI IPOOHU 10 3aKiH-
YEeHHS MONEPEIHBOI XPOMATOTPaMHU 3 PO3PaXyHKOM, 00
MOTPiOHUIT aHAIIIT BUXOIUB V BUTBHIA BiJ HOMIMIOK TOIIe-
penHboi XxpomarorpaMu ooaacti. Tak, Ha IPUKIIAi OYMCTKH
cnonyku 1b Ha puc. 3 HaBeAEHO XpPOMaTOrpaMy OIUHOUYHOTO
BBOIy 3paska. Yac xpomarorpadyBaHHs CKIanaB OIH3BKO
55 XBUJIMH.

Ha puc. 4 HaBeneHO XpoMaTorpamy y pexuMi «CepiitHOTO»
BBEJICHHS 3pa3KiB crionyku 1b. Hac xpomartorpadyBanas 5
po6 ckiaB Om3bKo 160 XBrIHH (3aMicTh 275 XBUIINH), IO
JIO3BOJIMJIO €KOHOMHTH Onn3bko 40% uacy.

Pesynsraru H'-SIMP st ountuenux 3-(2-xomin-1,3,4-
oKcafia3omin)-kymapuHiB (a6o moxigaux 3-(5-((R)-3-((3R,
5S,7R,8R,9S,108S,128S,13R,14S,17R)-3,7,12-Tpuriapokcu-
10,13-gumetunrekcanekarigpo- 1 H-uuknonenrala]
¢dbenanTpen-17-in)06yruin)-1,3,4-okcaniazon-2-in)-2H-
XpOMEH-2-0HY) HaBEACHO HIDKYE.
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Puc. 2. Xpomarorpamu crionyku Ie. KomsopoMm BUALICHO ITEOBY (HpaKIIifo.
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Puc. 3. Xpomarorpamu croiyku 1b. KombsopoMm BUALICHO HTBOBY QPaKIIifo.
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Puc. 4. Xpomarorpamu cnionyku 1b. «CepiiiHe» BBeICHHS.

Cronyka Ia. 3-{5-(3a,70,12a-Tpurinpokcuxomin)-1,3,4-
okcafiazon-2-in}-kymapud. H'-SIMP: 0.56 (s, 3H), 0.70
-2.35 (m, crepoinni CH ta CH,), 2.90 (s, 2H), 3.79 (s, 2H),
3.88 (s, 1H), 3.99 (d, 1H), 4.12 (d, 1H), 4.29 (d, 1H),7.45
(s, 2H), 7.73 (s, 1H), 7.99 (s, 1H), 8.86 (s, 1H).

Cronyka 1b. 3-{5-(3a,70,12a-Tpurinpokcuxomin)-1,3,4-
okcajiazon-2-in}-8-OEt-kymapun. H'-SIMP: 0.57 (s, 3H),
0.70 -2.35 (m, crepoimmi CH Ta CH,), 2.91 (s, 2H), 3.58 (s,
1H), 3.79 (s, 1H), 3.99 (d, 1H), 4.05 — 4.25 (m, 3H), 7.41
(tt, 3H), 8.90 (s, 1H).

Cronyka Ie. 3-{5-(3a,70,12a-Tpurinpokcuxomin)-1,3,4-
okcajiazon-2-in}-8-OMe-kymapun. H'-SIMP: 0.58 (s, 3H),
0.70 -2.35 (m, crepoimmi CH Ta CH,), 2.89 (s, 2H), 3.59 (s,
1H), 3.78 (s, 1H), 3.91 (s, 1H), 3.99 (d, 1H), 4.13 (d, 1H),
4.29 (d, 1H), 7.41 (tt, 3H), 8.80 (s, 1H).

Cnonyxka Id. 3-{5-(30,70,120-TpUTiAPOKCHXOIII)-
1,3,4-oxcaniazon-2-in}-7-OMe-kymapus. H'-SIMP: 0.59
(s, 3H), 0.70 -2.35 (m, crepoinni CH ta CH,), 2.88 (s,
2H), 3.17 (s, 1H), 3.60 (s, 1H), 3.78 (s, 1H), 3.99 (d, 1H),
4.14 (d, 1H), 4.29 (d, 1H), 6.95 — 7.15 (m, 2H), 7.86 (d,
1H), 8.76 (s, 1H).

I l1oo

Cronyka le. 3-{5-(3a,70,12a-Tpurinpokcuxomin)-1,3,4-
okcapiazon-2-in}-7-(Et),N-kymapun. H'-SAMP: 0.55 (s, 3H),
0.70 -2.35 (m, crepoinni CH ta CH,), 2.81 (s, 2H), 3.13 (s,
1H), 3.60 (s, 1H), 3.79 (s, 1H), 3.99 (d, 1H), 4.14 (d, 1H),
4.29 (d, 1H), 6.58 (s, 1H), 6.78 (d, 1H), 7.63 (d, 1H), 8.52
(s, 1H).

Cnonyxka If. 3-{5-(3a,7a,12a-Tpurigpokcuxomnin)-1,3,4-
oKcasiazon-2-in}-6-Me-kymapun. H'-SIMP: 0.54 (s, 3H),
0.70 -2.35 (m, crepoinni CH ta CH,), 2.89 (s, 2H), 3.59 (s,
1H), 3.80 (s, 1H), 3.99 (d, 1H), 4.14 (d, 1H), 4.29 (d, 1H),
7.38 (d, 1H), 7.55 (d, 1H), 7.71 (s, 1H), 8.73 (s, 1H).

Crnonyka Ig. 3-{5-(3a,70,120-Tpurinpokcuxonin)-1,3,4-
okcaiazoi-2-i}-6-Cl-kymapun. H!'-SIMP: 0.58 (s, 3H), 0.70
-2.35 (m, crepoinni CH ta CH,), 2.88 (s, 3H), 3.60 (s, 2H),
3.78 (s, 2H), 3.99 (d, 1H), 4.13 (d, 1H), 4.30 (d, 1H), 7.50
(d, 1H), 7.75 (d, 1H), 8.07 (s, 1H), 8.66 (s, 1H).

BucHoBku

Po3pobiieno MeToau mpenaparuBHOI XpomaTtorpadiaaol
OYHMCTKH CHUHTE30BaHUX 3-(2-x0min-1,3,4-okcamiazomin)-
kyMapuHiB. CTPYKTYpy CHOIYK IATBEPIKEHO TaHUMHU
"H-SIMP-criekTpocKoIIii, 9MCTOTy — XpomaTtorpadiaHuMu
METO/J[aMH.
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