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5-ASETILOVOZLIi-3,4-DIHIDROPIRIMIDIN-2(1H)-ON(TION)LARIN SINTEZI
M.M.Qurbanova
Bak: Dovlat Universiteti

Miiayyan edilmigdir ki, mixtslif aldehidlorin asetilaseton va karbamid (tiokarbamid) ils
tckomponentli  kondenslagsmasi  asasinda  alinan  5-asetilavazli-3,4-dihidropirimidin-2(1H)-
on(tion)larin ¢nxam: 70-80% taskil edir. Metilenaktiv komponemt kimi dimedondan istifada
olundugda isa, ¢ixim nisbaton azalir. Sintez olunan birlosmalarin qurulusu /Q- va NMR-
spektroskopiya metodlar: ila, tamizliyi isa nazik tabagali xromatografiya va element analizi ilo

tasdiq edilmigdir.

3,4-Dihidropirimidinon(tion)lar  bioloji
vo farmakoloji aktivliya malik, antivirus, anti-
bakterial xassslor gostoron heterotsiklik birlos-
moalordir.  Bu  sinif  birlogmalor  kalsium
kanallarinin blokatorlari1 kimi antihipertonik
dorman preparatlar1 kimi tibbda genis totbiq
sahasina malikdir [1-2].

3,4-Dihidropirimidinon(tion)lar m{ixto-
lif sahalordos tatbiq olunduglar: Ggiin todgigatei-
lar torofindan bu birlssmolarin va onlarin cevril-
ma mohsullarinin sintezino maraq giindon-giine
artir [3].

Molumdur ki, mixtalif aldehidlarin
karbamid (tiokarbamid) vo ketoefirlorlo turs
muhitds birmoarhalsli tckomponentli kondens-
losmasi naticasinda 3,4-dihidropirimidin-2(1H)-

o O]

RCHO + CHgMCH + H,N

3

on(tion)lar alinir. Bizim torofdon CCI3COOH
istirakinda 5-etoksikarbonilavazli-3,4-dihidropi-
rimidin-2(1H)-on(tion)larin yuksak c¢iximla ef-
fektiv sintez Gsulu islonib hazirlanmis [3] va
onlarin bazi ¢evrilmalari apariimisdir [4].

Toqdim olunan isdo 5-asetilovozli-3,4-
dihidropirimidinon(tion)lar1 sintez etmak moag-
sadi ilo asetilasetondan istifado edilmisdir.
Reaksiya 1-2 saat orzindo CCI3COOH istira-
kinda va etanol muhitinds aparilmisdir.

Reaksiyanin gedisino nazik tobogali
xromatoqrafiya metodu ilo nazarst edilmisdir.
Bu zaman 70-80% c¢iximla uygun 5-asetilovazli-
3,4-dihidropirimidinon(tion)lar sintez edilmis-
dir.
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I-XI1

X=0; R=H(I), CH3(I1), CéHs(I11), CsHsCH=CH(IV), 2-HOCsHa(V), 2-HO-5-BrCeHa(VI)

X=S; R=H(VI1), CH3a(VI11), CeHs(I1X), CsHsCH=CH(X), 2-HOCsHa(XI), 2-HO-5-BrCeHs(XI1)

Sintez olunan birloasmoalor (1-XI1) reaksiya
garisigindan  asanhigla  ayrilan  rongli  kristal
maddolordir. Bu birlosmalorin qurulusu IQ vo
NMR-spektroskopiya metodlar: ilo tosdiq edilmis,
tomizliyi iso element analizi ilo muayyan
olunmusdur.

IQ spektrlordo pirimidin halgasindaki
C=0, C=S rabitolorino uygun (1670-1695 sm™),
NH grupuna uygun (3225-3390 sm™) udulma
zolaglar1 misahids edilmisdir.

O

Uckomponentli  kondenslosmoado ~ sintez
olunan  3,4-dihidropirimidin-2(1H)-on(tion)larin
ciximina metilenaktiv komponentin qurulusunun
tasirini Oyronmoak elmi todgigat isimizin asasini
togkil edir.

Bu mogsadlo asetilaseton ovazino 5,5-
dimetiltsikloheksandionun-1,3 karbamid va bir
nego aldehidlo  kondenslogmasi  CCI;COOH
istirakinda tadqiq edilmisdir:

)‘I\ ‘NH
H,C + RCHO + H,N NH , —=
> ™ H,C |
H3C o HoC 'NH X
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68 5-ASETILOVOZLI-3,4-DIHIDRODIPIRIMIDIN-2(1H) ...

X=0; R= CH5(XII1), CsHs(XIV)

Tadgigatlar naticasinds miiayyan edilmis-  dikds reaksiya mohsullarmin ¢iximi nisbatan
dir ki, metilenaktiv komponent kimi asetilaseton  azalr.
ovazina 5,5-dimetiltsikloheksandion-1,3 goturdl- Sintez edilon maddslarin (I-X1V) fiziki-
kimyovi sabitlori codvalda verilmisdir.

T, Hesablanan /Tapilmis, % Brutto
°C C H N Br formul

€
N |28 R PMR spektr, 8, m.h.
O

1,17 s (3H, CHs), 2,17 s (3H,
(1 | 70| o050 117701 % g'jg % - C;HioN,O, | CH3), 3,70 s (2H, CH2), 7,10 s
: : : (1H, NH), 8,45 s (1H, NH)
1,09d (3H, CH3), 1,16 s (3H,
CHa), 2,15 s (3H, CH3), 5,40's
(1H, CH) 7,10 s (1H, NH)
8,45 s (1H, NH)
1,17 s (3H, CHs), 2,16 5 (3H,
CHa), 5,30 s(1H, CH), 7,12 s
(1H, NH), 7,35-7,55 m (5H,
Ar), 8,45 s (1H, NH),
1,19s 3H, CHs), 2,195 (3H,
CHa), 5,20 s (1H, CH), 6,50 d
(1H, HC = CH), 6,80's (1H,
NH), 7,10's (1H, CH - Ar),
7,60-8,00 m (5H, Ar), 7,50's
(1H, NH)
1,18's (3H, CHs), 2,155 (3H,
) CHa), 5,40s(1H, CH) 7,10's
(V) | 75 | 0.36 11%57 % % % - CisHuN,0; | (1H, NH), 7,30-7,50 m (5H,
: : : Ar), 8,45's (1H, NH), 10,0 s
(1H, OH)
1,16 s (3H, CHs), 2,17 s (3H,
CHa), 5,45s(1H, CH) 7,10's
C1sH1sN,0:Br | (1H, NH), 7,35-7,45 m (5H,
Ar), 8,50's (1H, NH), 9,8 s
(1H, OH)
1,155 (3H, CHs), 2,18 5 (3H,
iy | 70 | 045 | 215 % % % - C;HioN,0S | CH3), 3,755 (2H, CH2), 7,155
' ' ' (1H, NH), 8,46 s (1H, NH)
1,08d (3H, CH3), 1,17 s (3H,
CHa), 2,17 s (3H, CH3), 5,41's
(1H, CH) 7,12 s (1H, NH)
8,47 s (1H, NH)
1,16 s (3H, CHs), 2,155 (3H,
CHa), 5,35s(1H, CH) 7,15
(1H, NH), 7,30-7,55 m (5H,
Ar), 8,40's (1H, NH),
1,17 s (3H, CHs), 2,195 (3H,
CHs), 5,20 s (1H, CH),6,50 d
(1H, HC = CH), 6,80's (1H,
NH), 7,10's (1H,CH - Ar),
7,65-8,00 m (5H,Ar),
9,45 s (1H, NH)
1,155 (3H, CHs), 2,16 5 (3H,
CHa), 5,40s (1H, CH) 7,10's
(X1) | 75 | 051 | 220 % % % - | CisHuN,0,S | (1H, NH), 7,30-7,50 m (5H,
' ' ' Ar), 8,35 s (1H, NH), 10,0 s
(1H, OH)

57.14 | 7.14 | 16.66 |
(1) | 7510331 165 | 5756 | 7.00 | 16.59 CotioN>0,

67.82 | 6.08 | 12.17 |
(1) | 80 030 | 220 | 22| &7, [ 1590 CisHuN,O;

70.31 | 6.25 [ 10.93 |
(V) |75 | 045 | 158 | 202 | 50 [ 1100 C15H16N0;

48.00 | 4.00 | 8.61 | 24.61

(V) | 751054 200 | 2a'0c | 200 | 8.74 | 24.50

52.17 | 6.52 | 15.21 i
(vur) | 75 1 035 | 165 5205 | 645 | 15.15 CgH12N,0S

63.41 | 5.69 | 11.38 |
(1X) | 75 [ 043 | 190 | 2222 | 20 | 101 Ci1sH1N,0S

X) 75 1056 | 210 6609 | 590 | 10.21 Ci5H16N,0S
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45.74

(X1 45.65

751027 | 175

23.46
23.52

1,17 s (3H, CHs), 2,17 s (3H,
CHa), 5,40s(1H, CH) 7,10's
(1H, NH), 7,35-7,45 m (5H,
Ar), 8,50's (1H, NH), 9,5 s
(1H, OH)

C13H13N>05BrS

63.46
63.55

13.46

60 13.35

(X1I) 031 170

1.00's (6H, 2 CHa), 1,09 d
(3H, CH3), 2.10 s(2H, CH>),
2.36s (2H, CH2), 5.25's
(1H,NH), 5.40 s (1H,NH),
6.08 d (1H, CH),

C11H16N202

165-
167

7111
71.05

10.37

(XIV) 10.24

65 | 0.52

0.9s (6H, 2 CH3), 2.00 s(2H,
CH>), 2.40 s (2H, CH>), 5.25's
(1H,NH), 5.40 s (1H,NH),
6.10 d (1H, CH), 7.00-7.38 m
(5H,Ar)

ClGHlsNZOZ

TOCRUBI HISSO
IQ spektrlor Specord-75 IR cihazinda
vazelin yaginda, NMR spektrlori iso BRUKER-
300 Mhs spektrometrindo 25°C-do daxili standart

nozarot) (Qarisiq otaq temperaturuna  gader
soyudulur, kristallik reaksiya mohsulu suzulorok
ayrlir. Alinan kristallik madds etanol ils yuyulur,
qurudulur vo yenidon kristallasma metodu ils

TMS istifads etmoklo ¢okilmisdir. Sintez edilon  tomizlonir.

birlosmolorin tomizliyi vo reaksiyanin gedisine

nazik tobagoli xromatografiya metodu ilo nazarst

edilmisdir. Elyuyent kimi izopropil spirti:heksan 1.

(1:3) sistemindan istifado olunmusdur.

(1-X1V) birlagsmalarinin Gmumi sintez metodu. 2.
Oks soyuducu vo mexaniki garisdirict ilo

tochiz olunmus yumrudibli kolbaya 1.25 mol 3.

aldehid, 1.90 mol asetilaseton (dimedon) va 1.25

mol karbamid (tiokarbamid) 25 mg CCI;COOH va

10 ml C,HsOH olavs edilir. Reaksiya garisigr 1-2 4.

saat orzindo qansdirilir. Reaksiya qurtardigdan

sonra (nazik tobagali xromatografiya metodu ilo
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CUHHTE3 5-AIIETH/I3AMEIIEHHbBIX-3,4-THTH/IPOITUPHMH/THH-2(1H)-OH(THOH) OB
M.M.Kypoanoea

Yemanoeneno, umo mpexxomnonenmnas KOHOEHCAYUs PA3IUYHBIX AlbOE2UO08 C AYEeMULAYEMOHOM U KapOamuoom
(muoxapbamudom) npusodum k obpazosanuto ¢ 10-80% evixodom S-ayemunzamewjennvix-3,4-0ucuoponupumuoun-
2(1H)-on(muon)os. Ipu ucnomwzosanuu @ Kawecmee MEmMuieHAKMUEHO20 KOMROHEHMA OUMEOOHA BbIX00 YMEHbUIA -
emcs. Cmpykmypa cunme3suposanHulx coeounenutl ooxkazana UK- u SIMP-cnekmpockonueil, a uucmoma onpeoeie-
HA MOHKOCTIOUHOU Xpomamozgpaghueil u 31eMeHmMHbIM AHATUIOM.

SYNTHESIS OF 5-ACETHYLDERIVATIVES-3,4-DIHYDROPYRIMIDINE-2(1H)-ONE(TIONES)
M.M.Kurbanova

It has been established that three-componental condensation of various aldehydes with acethylacetone and urea
(tiourea) leads to the formation of 5-acethylderivatives-3,4-dihydropyrimidine-2(1 H)-one(tiones) with 70-80% yield.
Through the use of dimedon as methylenactive component the yield decreased. The structure of synthesized com-
pounds has been established by IR and PMR spectroscopy, but its purity has been confirmed by thin layer chroma-
tography and element analysis methods.
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