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ABSTRACT

5-{4-[(6"-aryl)-2"-amino-3",4"-dihydro pyrimidine-4"-yl] phenyl carbamido} -dibenz [b,f] azepins. (4a-4n) have
been synthesized. The product have been assayed for their antimicrobial activity against Gram+ve bacteriaand
Gram-ve bacteriaand fungi. The product have been characterised by IR,*HNMR, Mass spectraand TLC.
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INTRODUCTION

Dibenz [b,f] azepinesderivativesareknownasa
antitumor'¥, carcinostaticd?, antiinflammatory™®, antima-
larid™, antimicrobid® activity etc. 5-{ 4-[(6"-aryl)-2"-
amino-3",4"-dihydro pyrimidine-4"-yl] phenyl
carbamido} -dibenz [b,f] azepins. (4a-4n) have been
synthesized by chemosdlectivecyclisation of 5-{4-[(3"-
aryl)-2"-propene-1"-one]-phenyl carbamido} -dibenz
[b,f] azepineswith guanidine hydrochloride and al co-
holic KOH.

The products (4a-4n) were assigned by IR,
HNMR, massspectrd data, TLC and elementd analy-
sesthephysical dataand antimicrobial activity repre-
sented in TABLE 1 and comparableanti antimicrobial
activity represented in TABLE 2.

Antimicrobial activity

Theantimicrobia activity was determined by cup
plate method® at aconcentration of 50 mg/ml using
DMF as asolvent. The activity was taken by Gram
positive bacteriaB.megaterium, B.aureus, Gram nega

tive bacteria S. staphimarium, E.coli and antifungal
activity against A.niger. Thezone of inhibition were
measured in mm. Theactivity wascompared with the
known antibiotics, viz, ampicillin, chloramphenicol,
norfloxacin, gresiofulvin at same concentration 50mg/
ml. Whichisrepresentedin TABLE 1.

Comparableantimicrobia activity representedin
TABLE2.

Dibenz [b,f] azepines5-carbonyl chloride (1); 5-
(4-acetyl phenyl carbamido)-dibenz[b,f] azepines(2)
and 5-{4'-[(3"-aryl)-2"-propene-1"-one]-phenyl
carbamido} - dibenz [b,f] azepines (3a-3n) have been
synthesised and their physical dataand antimicrobial
activitiesare published in another journal for our con-
tinuouspublication.

EXPERIMENTAL

All themdlting pointswere measured by open glass
capillary method and are uncorrected. IR absorption
gpectra(in cmt) wererecorded on ashimadzu IR-435
spectrophotometer using KBr pellet method, *H NMR
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spectraon Hitachi R-1200 (300-mHz) spectrometer
using DM SO-d6 method, asinternal standard (chemi-
cal shiftin,dppm) and mass spectraon aJoel 300 ev.
The purity of the compoundswereroutinely checked
by TLCusingslicagd-G
5-(4'-acetyl phenyl carbamido)-dibenz[b,f] azepine
)

A mixtureof 5-dibenz [b,f] azepinemethanoyl chlo-
ride (2.55g, 0.01M), 4-amino acetophenone (1.35g,

0.01M) inethanol (25ml) and pyridine (5.0ml) wasre-
fluxed onaail bath at 120°C for 12hrs. The products
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was cooled; pouredinto crushedice, filtered, dried and
crystallized from ethanol; yield 85.42%, M.P 170°C
(Found; C, 77.85; H, 5.02; N, 7.82, Co3H18N202
required C, 77.96; H, 5.08; N, 7.90%) IR (KBr): 2958
(C-H str. asym); 2829 (C-H str. sym,); 1467, (C-H
def. asym); 1388 (C-H def. sym); 3065 (C-H str. aro-
matic); 801 (C-H; str. o.p.p def.); 1488 (C=C str.);
1350 (C-N str.); 1691 (>C=0 str.) *H NMR; 2.5 (S,
3H, -COCHy); (6-7.2) (m, 14H, Ar-H).

5-{4'-[3"-(4"'-methoxy phenyl)-2" -propene-1" -
ong]-phenyl carbamido}-dibenz[b,f] azepine; (3g)

A mixtureof 5-(4'-acetyl phenyl carbamido) dibenz
[b,f] azepine (3.54g, 0.01M) and 4-methoxy
benaza dehyde (1.36g, 0.01M) in methanol 25ml and
40% NaOH solution was stirring vigoroudly at 24hrs.
The contentswere poured into crushedice, acidified,
filtered, dried, and crystallized from ethanol. yield;
79.86%, M.P, 105°C (Found; C, 75.80; H, 5.01;
N,5.80; C, H,,N,O, required C, 75.86; H, 5.08 N,
5.93%) IR (KBr): 2952 (C-H str. asym): 2815 (C-H
str. sym.) 1462 (C-H def. asym): 1380 (C-H def.
Sym.): 3051 (C-H str. aromatic): 805 (C-H o.p.p def.):
1480 (C=C str.): 1351(C-N str.): 1592 (>C=0 str.);
1501 (C=C str.); 1151 (C-O-C str)1H NMR: 3.8 (S,
3H,-OCHgy); 6.2-7.4 (m.18H, Ar-H). m/z: 472, 457,
448, 441, 372, 363, 35, 310, 287, 252, 238, 219,
209, 204, 196, 180, 161, 109, 102.

Similarly others compounds (3a-3n) were
synthes sed. Thedatawere published in our contineous
publication.

5-{4'-[6"-(4" '-methoxy phenyl)-2" -amino 3" -4" -
dihydro pyrimidine-4" -yl]phenyl carbamido}-
dibenz[b,f] azepine(49Q)

A mixtureof 5-{4'-[3"-(4""-methoxy phenyl)-2"-
propene-1"-one] phenyl carbamido}-dibenz [b,f]-
azepine. (4.72g,0.01M) and guanidine hydrochloride
(0.95¢g, 0.01M) wasrefluxed at 110°Cfor 12 hrs. in
presence of acoholic KOH in methanal. Thereaction
mixturewas pouredinto crushed ice, filtered and dried.
The product wasisolated, crystallised from dioxane:
yield :69.71 % M.P. 89°C (Found: C:74.62; H: 5.40;
N:13.44; C_H, N.O, Required: C:74.70; H:5.44; N:
13.61 %) IR (KBr): 2958 (C-H str. asym): 2953 (C-H
str.asym): 1440 (C-H def. bending); 3047 (C-H str
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TABLE 1: Thephysical dataand antimicrobial activitiesof compounds(4a-4n). Zoneof inhibitionin m.m.

Antibacterial activity

Antifungaractivities %of Nitogen

Comp® R Mole.For. m.p.°C

B.megaterium S. aureus Staphimarium E. coli A. niger Calcd. Found
4a  CgHs- CaH2sNsO 120 19 19 21 20 18 1449 1423
4b  2-OHCgHs4- Ca1H2sNs0; 135 23 17 19 25 18 1402 1393
4c  3-OHCgH,- Ca1H2sNs0; 115 13 13 18 23 18 1402 1398
4d  4-OHCgH,- Cs1H25Ns0, 97 21 19 19 13 11 1402 1393
4e  3-O0CHs, 4-OHCeH3-  CsH2NsOs 95 25 20 21 11 21 1323 1311
4f  2-OCHj, CeHa- CaH2NsO;, 98 20 17 19 14 18 1361 1350
4g  4-OCHj, CeHs- CaH2NsO;, 89 25 20 19 12 21 1361 1344
4h  2-NO, CgH4- Cs1H24N6O3 145 21 23 19 11 19 1590 15.85
4 3NO, CeH,- CuH2NgO; 198 19 17 23 12 12 1590 15.70
4j  2-Cl CeHy- CaHxNsOCl 160 18 23 13 13 17 1353 1340
4k 4-N,N(CH3)2CeHs-  CasHzoNeO 200 18 13 21 14 20 1596 15.88
4 C,4H0 (Furfuryl) - CooH23Ns0; 85 19 21 25 10 17 14.79 14.60
4m  CyoH; (Napthyl) - CasH2/NsO 240 21 23 20 14 19 1313 13.10
4n  CyHo (Authryl) - CaoH29NsO 170 19 25 25 21 18 12.00 11.96

TABLE 2: Compoundsshowing compar eble antimicrobial
activity with known standard drugs

Compound B.mega S.aureus S.taph. E.coli

(4a-4n)  4cdedg 4hd4j,AmAn 4i4),4n 4bAc4n

A. niger
4e4g

TABLE 3: Activity of sandared drugs
B. S. S. E. A

No. Drugs megaterium aureus taphimarium coli nige
1 Ampicillion 50pg/ml 22 18 19 27
2 Chloramphenicol " 24 19 25 26
3 Norfloxacin " 24 19 25 26
4 Griseofulvion " - - - - 23

aromatic): 800 (C-H str. 0.0 p def.): 1523 (C=C str.)
1332 (C-N str.), 3583 (N-H str.): 1714 (>C=0)str.):
1180 (C-O-C stir)), 'H NMR 3.79(S, 3H, -OCH3)
7.1-7.5(m, 16H, Ar-H): m/z; 535, 520, 511, 505, 481,
435, 428, 405, 344, 311, 105, 108.

smilarly otherscompounds (4a-4n) were synthesed
andtheir physical dataarerepresentedin TABLE 1.

CONCLUSION
5-{4-[6"-(4"-aryl)-2"-amino 3",4"-dihydro pyri-

midine-4"-yl] phenyl carbamido} -dibenz [b,f] azepine
(4a-4n) have been synthesised. Compounds (4c), (4e),

(49), (4)), (4n) shows good remarkabl e antimicrobial
activity comparewith known standard drugs.
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