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Abstract

This research include diels-Alder reactions for
cycloheptatriene  with the maliec anhydride to forming
anhydrides for integrated tricyclic compounds ( M6) and
utilizing as starting materials to preparation the
corresponding imides by using microwave technique and
there by direct smelting of starting reactive materials.
Prepared compounds have been identified by using
spectroscopic methods by using infrared spectroscopy (IR),
ultraviolet-visible spectroscopy (UV).
Keywords:Cycloheptatriene ,maliec anhydride,diels-alder
reaction, imides , microwave.
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Figure(1): Different heating mechanisms for conventional
and microwave heating.
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Instrumentals and Chemicals 3 sall juaal

tricyclo[3.2.2.02%] non-6-ene- 8,9- oS all pasi e
dicarboxylic anhydride

o n BB SO L aglde A8 Hhay (MB) Sl ymn
10gm, ) <l oy el 2w (11.9gm,  0.1mol) sl ol gl
Aol o Jelaill dajia g ¢l 2l ae (80°C) 2 (M gl O35 (0.1mol
el adiy daliall salall cadal s 48 jall 5 )y da o () Jeldill o s clela
s GluSa - ¢ AV EBA e Jaali aladially g3 ) o el 5 sl gLl

r S el eliay &l sk Culae i (1.5:2.5)
tricyclo[3.2.2.0%4] non-6-ene- 8,9-dicarboxylic anhydride
M6).
506? iAol Caa g la jlemail da pa Gy @l bl Cadia

. (20gm, 91%) ¢ siiall Ay s (104°C)207

)\max(CHSCN): 229 nm
Umax (KBr ) : 3030 (CH-olef.)) ; 2920 (CH- aliph.) ; 1785 ,
1776 (C=0) ; 1600(C=C aromat) ; 1224 cm'* (CO-O).

Me) O

(M30 -M26) S all juan’

Tricycle(3.2.2.0)non- Sl z = (= (M30-M26) SlS jall & juias
6ene-8,9-dcarboxylic anhydride (M6)

sle 5 b aile s V) el i dia 5w (1072 Mol) = (0.2gm,103mol)
850 328 iy Sl Slea (B il gy ) all o glis (20ml) 4ens
il S35 A 0¥ 3 gall £ L&A TLC pand yehld (3-1.5min) <! Watt
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(0] (0]
MWTI/ 850 watt
| O + NHy=Ar ——— » | N—Ar
1.5-3 min
(0]

(6M) (26-30M) ©

Ar =4-OHPh, 4-CH;COPh, 2-NH,Ph, 2-COOHPh, 2,4-NO,PhNH
5N 5 el s (V1) )elall s OV Jlasinly 45 ) ok sale ] Cuai y gl 34
M30, M29,M28 LS ,all (Y1) elall g J 55N 5 J W15 (V1) )elall
Sl e M27, M26
(M26 ) @sall-a
(3aS,4R,4aR,5aS,6S)-2-(4-hydroxyphenyl)-4,4a,5,5a,6,6a-
hexahydro-4,6-ethenocyclopropalflisoindole-1,3(2H,3aH)-
dione
0.25gm, 7Sk druis(187-184°C) W le—ail Aa 2 cbian &l )4 by
.(86%)

A max (CH3CN) : 304 nm.

Umax (KBr): 3383 (OH); 3057 (CH-aromat); 3012 (CH-olef);
2947,2820 (CH-aliph); 1691 (C=0); 1602 (C=C aromat);
1269(C-0); 1192cm? (C-N).

(M26)

(M27) @s_all-b
(3aS,4R,4aR,5aS,6S)-2-(4-acetylphenyl)-4,4a,5,5a,6,6a-
hexahydro-4,6-ethenocyclopropalflisoindole-1,3(2H,3aH)-
dione
To—iedr g (177-175°C) Lole—ail i o a6l )8 a s b

.(0.28gm,87%)
A max (CHSCN) 288 nm.

ay



fav / Solw) dae)) Ao ) oglel) Aag b))

Umax (KBr): 3061 (CH-aromat); 3012 (CH-olef); 2963,2932
(CH-aliph);1706 (C=O imide); 1637(C=0); 1597 (C=C
aromat); 1257cm™ (C-N).

(M28 ) wsli-C
(3aS,4R,4aR,5aS,6S)-2-(2-aminophenyl)-4,4a,5,5a,6,6a-
hexahydro-4,6-ethenocyclopropalflisoindole-1,3(2H,3aH)-
dione
(0.27gm, 93%) z sik 4w 9 (260-257°C) W Jleail da a2 4 &l )5k
A max (CH3CN): 292 nm.

Umax (KBr) :3452,3419 (NH); 3090 (CH-aromat); 3020 (CH-
olef); 2968,2947 (CH-aliph); 1701 (C=0); 1635 (NH bend);
1502 (C=Caromat); 1193 cm™*(C-N).

(M28)

( M29 ) s ali-d
2-((3aS,4R,4aR,5aS,6S)-1,3-dioxo-3,3a,4,4a,5,5a,6,6a-
octahydro-4,6-ethenocyclopropa[flisoindol-2(1H)-yl)benzoic
acid
.(0.3gm, 88%) & siie duis 5 (245-242°C) W jlgaail A 3 eliay <l s
A max (CH3CN): 276 nm.
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Umax (KBF) :3066 (CH-aromat); 3017 (CH-olef); 2890,2865
(CH-aliph); 2600 (OH); 1716 (C=Oimide); 1602 (C=C-
aromat); 1298(C-0O); 1192cm™ (CN).

( M29)

(M30) s ali-e
(3aS,4R,4aR,5aS,6S)-2-((2,4-dinitrophenyl)amino)-
4,4a,5,5a,6,6a-hexahydro-4,6-ethenocyclopropalflisoindole-
1,3(2H,3aH)-dione.

(0.33gm,80%) 7 siie dxuin 5 (293-290°C d) o _leai) An yo 4uiy &l by
A max (CH3CN):324 ,254 nm.

Umax(KBr) :3332(NH); 3101 (CH-aromat); 3014 (CH-olef);
2985,2963 (CH-aliph); 1726 (C=0imid); 1598 (C=Caromat);
1539 (N=0); 1506 (NH-bend); 1182cm™ (C-N).

(M30)

Resultes and Discussion Al / gl
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Tyl Al QLS yadds

& (MB) Sl (se LS laeS 7z 30 (50 (MB0-M26) biS sl s o
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2,4dinitrophenylhydrazine , methoxyaniline
diaminobenzene
850 Watt 528 a5 jSilall Jlea (8 il a5 (20ml) 4nns ele 5

o]
Z 55 + Q@
¢}

80C,4h|
NH,
O N NO2 0 NH, 0 H,N
NOZ—QNHNHZ
N. NO, —— i
N 2 | 0 | N
H MWI/850 watt MWI/850 watt

0 2 min 2.5 min
(M30) ey © ° v2s)
P NHz@—COCHS
OHOOC, 2 /-/d)fo
MWI/8S0 watt 2 %2 o
N 1.5 min
| N@COCHS
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O
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Lola g ¥ clisal) Gany aa (MB) Syl Joliiz (1) Jakada
YVE die daall oliid) (MB) oS pall Al (358 4adY) Cipla jelal Cum

Ol lisgl) alistial S5 (G () ) i) Ailal o pai el 525 M
salall elamidl g Jelall &igan Ao Jules (nmM 1YY (e el die ands s

(Y) JSE) IaaY Ay
- 2523730 et sie palaidl p3a (MB) S 5all IR(KBY) I ks gl
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Ay all ‘“:J ‘;J\_d\ Akl )2 g diaal §Y) (C:C) '5‘)_.4] e o) oz
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& (MB ) Suall (g 3al 5 J 50 3 (M30 -M26) S pall & jumn
Gl all el e ¢ Gy s Sl 4 Jleainy dle 55N linaYl (e aal g J s
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dsaall ba¥ nomrs o1 O Ay SV aYLEY) ) clalatial]
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dalall Galiaia¥) 4 ja oliid) Gl jall apead ekl 28 |R Cayla Ll
J13 Lae (C=0) i Sl de gana daja 2358 3 palidil s (pa¥) de sanay
(CH) de sene Jae oy Cilall jedal a3 salall claia) y Jelall &igaa e
On Anid VI CH 4 saaaasaiay 3057-3101cm™ owm dsilay )Yl
Lisaya52820-2985cm ™ iladyl CH fas o 3a 5 <3012-3020cm ™
a5 yal ol ¥ s a 38 501691-17260M L Jei s SN de sana
1182-1257 o= C-N s isias 1597-1602 cmios C=C il
.(13,11,9,7,5) J&a¥) layem™

S all dglia S e 822 ety 19 Ranis Sondhi Gballl
el AT Cuila (e 5¢(600 watt) A8 Jlasinly Cay s SH) 45y yhay (M29 )
Ol SIS A s Al 3 gary s A) LS e sl (850 watt) ddla
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£ paal) caal dadl) g Lpdial) (360 Al bl cilialatial il (1) g
(M30 -M26 ) <ls sall
C < < <
O < 0 < S 3 o
3 0> T @) i I < <
o L 3 <z \ = + @] @) 0O o @)
o ) T ! 91 ! T - Q ]
: @l e - S o) 1 5 3 > I
=2 | Tl S oy} & | 3 =
2 T OB i @ 2
M26 304 — 3057 3012 2947 3383 1691 1602 | 1192 -
2820
M27 288 — 3061 3012 2963 | ----- 1706 1597 | 1257 | 1637
2932
M28 292 | 3452,| 3090 | 3020 | 2968 - | 1701 | 1502 | 1193
3419 29400
1635
M29 276 — 3066 3017 | 28902 2600 1716 1602 | 1192 | 1695
865
M30 324 | 3332 | 3101 | 3014 | 29852 - | 1706 | 1598|1182 | ---
254 1506 963
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