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CuHTe3 Ha 2(E)-4;5-HuTpo-2-[(E)-3-(1,3-6eH30anokcon-5-un)-1-
xupapokcunpon-2-eH-1-unuaex]-1H-nuaeH-1,3(2H)-amouHun

Heriko CtosiHoB, MapuH MapuHoB, PeHn AHgpocuk, Mopcen Xamaun

A Synthesis of 2(E)-4;5-nitro-2-[(E)-3-(1,3-benzodioxol-5-yl)-1-hydroxyprop-2-en-1-yliden]-1H-
inden-1,3(2H)-diones: It is possible to synthesize 2-cinnamoyl-1,3-indandiones by condensation of 2-acetyl-
1,3-indandiones, 4-nitro- and 5-nitro-2-acetyl-1,3-indandiones with 3,4-methilenedioxobenzaldehid in the
presence of alkaline catalysts. The anticoagulant activity of 2-cinnamoyl-1,3-indandiones is compared with
the activity of 2-acetyl-1,3-indandione. The possibility of replacing the carbon atom is examined at the
second carbon atom, as well as the addition of Br, to double C=C bond.

Key words: 1,3-indandiones, anticoagulant, metal complexes.

BBBEOEHUE

PaznuyHun 2-auetun-1,3-uHaaHaMoHN ce ABSBAT MOLLHW aHTUKOArynaHTuM Ha KpbBTa
N HamupaT LUMPOKO MPUIIOXeHUe B MeauumHata u B 6opbata ¢ BpegHuTe rpusaun [1-3].
Hsakoun aueTMnuHaaHAMOHM yHULLOXaBaT Ty6epKyno3HuTe MukobakTepum [4-6].

AueTunMHOaHONMOHNTE Cce nofyvaBaT npyM B3auMoOencTBMEeTO Ha dTanosusd, 4-
HUTPO- U 5-HUTpO-hTanoBMA aHxuapug C aueTunaueToH B NMPUCHCTBMETO Ha OLETEH
aHXnapua n TpuetTunamuH [7].

B nutepatypata uma Hemanko npumepu nokasBaliv,ue 3amsHaTa Ha HacuTeH C
HeHacuTeH paguvkan MHOMO YecTo ycurnea (OU3MONorMyHOTO AENCTBUE Ha BELLECTBOTO Unn
npaBsT ToBa AencTBre 0cobeHo cneumnduyHo [8, 9] owe noBeve Npu B3auMOAENCTBUETO
C TaKbB angexug kakbBTo € 3,4-MeTuneHgnokcodbeHsangexmaa.

N3NOXEHUE

Hue paspabotuxme HoOB MeToa 3a cuHTe3 Ha 2(E)-4;5-nutpo-2-[(E)-3-(1,3-
6eH3oaunokcon-5-un)-1-xmgpokcunpon-2-eH-1-unnaeH]-1H-nHaen-1,3(2H)-anoxHn,
nogobpsiBavikn npeavlHa megoavka Ha Banar u konekTus [10].

B oTcbcTBMETO Ha kaTanusaTopu 2-aueTtun-1,3-uHaaHanoHuMTe He pearupart ¢ 3,4-
MeTunenanokcobeHsangexua. B npucbcTBMETO Ha ankanHu katanusatopu (MMnepuavi,
NMPONUAWH, AMeTUNaMuH) peakuusTa npotuda Ao obpasyBaHeTo Ha (2a; 6; B) no
crnepHaTta cxema, KaTo Mpu M3Mon3yBaHETO Ha KaTanu3atop nNuponuauvH gobuea e Hau-
BUCOK:
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MonyyeHuTe cbenHeHUst MoraT fja CbLUECTBYBAT B CrEAHNUTE U30MEPHU (HOPMU:

3a3;0;8B 4a;0; B

5a;06;B

CobluecTByBaHETO Ha Te3n opMyM OaBa Bb3MOXHOCT Te Jda Ce Xxenatmsupat B
pesyntat Ha KOeTo Te [a KoMmmnnekcoobpasdyBaT C WOHM Ha NpPexojHUTe MeTanw.
MonyyeHute cbeauHeHWs ca XbNTO OLBETEeHW BellecTBa. PastBopumu ca B ankanHa
cpena (ocobeHo neko B etaHon). C FeCl, B cpega OT eTaHon ce nonydaBaTt YepBEHO
OLBETEHU CbedVHEHUsi, KOWTO MNOTBbPXKAABAT MpoLeca Ha xenaTtoobpasyBaHe, ToBa
nokasea, Ye Te ce xematuaupar nopgobHo Ha 2-auetun-1,3-uHgaHavona [10]. TMpwu
6poMupaHe Ha LMHamounHuWTe npou3BodHu (2a; 6; B) ce Habniopasa, Ye BOAOPOOHUAT
aToM BbB BTOPO MOMOXEHMEe ce 3amecTBa MO TPyaAHO C OpoM B cCpaBHeHWe cC
He3aMeCcTeHWTe WHOAHOMOHW MpW e[akBW YCMOBMSA Ha MPOTUYaHe Ha peakuusaTa.
BeposaTHO ToBa ce AbMMKM Ha y4yacTMETO Ha TO3W BOAOPOAEH aTOM Ha UMHAMOWIHWUTE
npoussogHnM B obOpa3yBaHeTo Ha xenmatu. Taka npu kuneHe Ha (2a; 6; B) ¢ N-
6pPOMCYKUMHMMUA, BOOAOPOAHUAT aTOM BbB BTOPO MOJSIOXKEHME Ce 3amecTBa C 6poM u ce
nonyyasat MoHo6pomnpoussogHuTe (6a; 6; B).

O

6a; 0; B
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C [guokcaHaubpomua B pa3TBOp Ha  XMoOpodopM He MpoTuya  TakoBa
B3aMMOZENCTBME a BEPOSTHO WMaMe MpPUCbEAMHSIBaHE KbM [BOWHATa Bpb3Ka.
TpnbpomHuTe nponssoaHu (7a; 6; B) ce nony4asat npu obpaboTka Ha npoaykTuTe (2a; 6;
B) ¢ 6poM B oLEeTHOKMCENa cpeaa.

MATEPUANU U METOOU

MsnonssaHu ca xmmu4yecku BellectBa Ha dupmute Fluka, Merck, Aldrich n Takusa
nosy4YeHn oT Hac.

NY-cnekTpute ca cHeTu B TabneTkm KBr Ha cnekTpodoTtomeTbp Perkin-Elmer 1600.

TemnepatypuTe Ha ToneHe ca onpegeneHy Ha Kodnepos Mukpockon.

EnemeHTHMAT aHanu3 e onpegeneH Ha aBTomaTuyeH aHanusaTtop Carlo-Erba 1106.

YuctoTtaTa Ha aHanuavpaHuTe cbeduHeHus Gelle npoBepeHa, yYpe3 TbHKOCMOWHa
xpomatorpadums Bbpxy nnaku Kieselgel 60 Fzs4, 0,2 mm Merck.

3a pasBuBaHe Ha xpomaTorpamute 6sxa U3nNon3BaHn CreaHUTE enyeHTHN CUCTEMU:

A) neTpornes eTep : eTunaueTar - 2:1;

B) xnopodopm : metaHon - 10:1.

1. NonyyaBaHe Ha 2-aueTun-1,3-uHaaHANOH, 4-HUTpo- 2-aueTtun-1,3-nHgaHanoH u 5-
HUTpO-2-aueTun-1,3-MHAaHONOH U3BbPLUMXME NO MeToauKa [7].

2. MNony4aBaHre Ha 2(E)-4;5-HuTpo-2[2(E)-3-(1,3-6eH30a10KcoN-5-1n)-1-
xuapokeunpon-2-eH-1-unuaeH]-1H-nHaen-1,3(2H)-avoxn (2a; 6; B)

Kbm 0,05 mona ¢ptanoB avxuapua, 3-HUTPO- U 4-HUTPO TanoB aHxuapug ce
npunbaesa 0,1 mona 3,4-meTuneHgmokcobeHsangexva n 2,5 mn nuponuauH. Cmecta ce
Harpsiea Ha kunswa BogHa 6aHa 1 vac, cnen koeTo ce npubaesa 50 mn eTaHon u cmecta
ce kunu owe 30 muH. Cnep npeHollyBaHe nagHanuTe Kpuctanu ce untpysaT u
npomMmuBaT C Marnko MeTaHor.

- MpoaykT 2a ce npekpucTanusnpa u3 etTaHon n nokasea T1.7. 213-4°C;
[obus 72%, RA = 0,74; RB = 0,56;
Wau. (%) C =71,25; H = 3,78;
Hawm. (%) C = 71,16; H = 3,63;

- MpopaykT 26 ce npekpucTanusmpa ua 2-6ytaHoH 1 nokasea T1.7. 239-40°C;
[o6us 65%, RiA = 0,63; RB = 0,45;
M3u. (%) C =62,47; H=3,04; N = 3,83;
Ham. (%) C = 62,35; H=2,87; N = 3,66;

- MpoaykT 2B ce npekpucTanuanpa us 2-6yTaHoH u nokasea T1.7. 217-8°C;
[obus 74%, RA = 0,67; RB = 0,55;
M3u. (%) C =62,47; H=3,04 ;N = 3,83;
Hawm. (%) C = 62,27; H = 2,84; N = 3,58.
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3.Mony4yaBaHe Ha 2-6pomHUTE Npoun3sogHu (6a; 6; B)

Cmec oT 1 rp OT CbOTBETHWUTE 2-UMHAMownHu npousBogHn un 0,65 rp N-
OpomocCyKUMHUMMA, ce HarpsiBaT 1 yac npu kuneHe B 50 mn cyx ©OeHseH. Cnepn
OTAECTMNUPAHE Ha pas3TBOPUTENst MO BaKyyM OCTaTbKbT Ce MpekpucTanuampa us
xnopochopm/neTpones eTep.

- MpopykT 6a ce nonyyaBa c no6us 54% u nokasea T1.T. 155-6°C;
RA =0,61; RB =0,43;
W3u. (%) C =57,17; H = 2,78; Br = 20,02;
Hawm. (%) C = 56,98; H = 2,49; Br = 19,75;

- MpogaykT 66 ce nonyyasa ¢ fobus 63% un nokasea 1.1. 173-4°C;
R/A = 0,55; RB = 0,36;
Wau. (%) C =51,37; H=2,27; Br=17,99; N = 3,15;
Hawm. (%) C =51,02; H=1,99; Br=17,71; N = 2,86;

- MpopaykT 6B ce nonyyasa ¢ gobus 70% n nokasea T1.7. 189-90°C;
R{A = 0,65; RB = 0,41;
M3u. (%) C =51,37; H=2,27; Br=17,99; N = 3,15;
Ham. (%) C =50,44; H=2,17; Br=17,64; N = 2,92.

4.MNonyyaBaHe Ha 6pomMHUTE Npom3BOAHK (73; 6; B)

Cmec oT 1 rp OT CbOTBETHUTE 2-LiMHaMounHu npomssogHu, 10 mn CH3COOH u 0,8
Mn 6pomM ce HarpsiBaT Mpu KUNEHe OO pas3TBapsiHE Ha BellecTBaTa M Ce OCTaBAT Ada
npeHowyeaT. Ha gpyrua geH nagHanaTa yTaika ce unTpyBa U ce nNpoMuBa C Marko
BoAa. M3onmpaHuTe BelwecTBa ce npekpucTanuampar u3 xnopodopm/neTpones eTep.

- MpogaykT 7a ce nonyyasa ¢ aobus 45% v nokasea T1.1. 201-2°C;
R/A =0,53; RB = 0,37;
Mau. (%) C =40,82; H=1,98; N = 2,51;
Hawm. (%) C = 40,56; H = 1,92; N = 2,38;

- MpopaykT 76 ce nonyyasa c fobue 57% u nokasea T1.T. 223-4°C;
R{A = 0,46; RB = 0,33;
M3u. (%) C =37,78; H=1,67; N = 2,32;
Hawm. (%) C = 37,69; H=1,57; N = 2,27;

- MpopaykT 78 ce nony4yasa ¢ 8o6us 63% n nokasea T.T. 251-2°C;
R/A =0,41; RB = 0,27,
Wau. (%) C=37,78; H=1,67; N =2,32;
Hawm. (%) C = 37,53; H = 1,50; N = 2,09.

IR — cieKTparHuTe AaHHU B cm™' Ha CbeAMHEHVATa ca JafeHu B ciegHaTa Tabnuua:

C-Hne VoH Var Val Ve=o Ve=c VNO

2a 3448 3056 2924 1703; 1652 1616

26 3433 3053 2932 1699; 1651 1612 1541; 1350
2B 3462 3073 2956 1707; 1657 1624 1559; 1346
6a 3052 2933 1732; 1705; 1666 1612

66 3048 2954 1718; 1689; 1652 1608 1565; 1348
6B 3065 2963 1734; 1707; 1661 1626 1556; 1349
7a 3043 2938 1741; 1711; 1672

76 3027 2956 1722; 1693; 1656 1561; 1348
7B 3056 2960 1737; 1715; 1669 1555; 1357
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3AKNKOYEHUE
CVIHTeSVIpaHVI Ca feBeT HOBM NPOoAYyKTa,KOUTO Ca OXapaKkTepusnpaHu cnekTpanHo n B
MOMEHTa Ce n3cnensa TaxHaTta aHTUKoaryrnaHTHa akTUBHOCT.

Ta3sn paboTta cTaHa Bb3MOXHa ¢ pmHaHcupaHeTo no npoekt N 09 — ®P3 — 01 Ha PY
"A. KbH4yeB”.
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