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Previously we reported the synthesis of pyrrolo [1l,2=-a] thieno
(3,2~f] diazepines particularly using N-(aminomethyl-3-thienyl=-2) pyrrole
(1~3). In continuation of our studies, we now describe a novel synthesis
of some other new 5,6~dihydro= 4 H=pyrrolo [1l,2-a] thieno C3,2-£f] 1,4~
diazepines=4-ones Ia~c and the X«ray analysis of 6-(2-oxopropyl)-pyrrolo
thienodiazepinone Ia, Thus a mixture of N-(3-cyano-2-thienyl)=2-formyl
pyrrole and the appropriate ketone, in ethanol, was refluxed with alkaline
hydrogen peroxide for 1 hr. The solvent was removed under wacuum and the
reaction mixture was then left to cool, when a crystalline product

deposited la-c in about 60% yield.

a, R: CH,
b, R: CH (cHs)z

c, R: C.Hs
* Chemical Abstracts numbering Molecular structure of Ia as found
system, in the crystal

Elemental analysis, ir and nmr data are consistent with the
structures proposed (cf table 1). A conclusive X-ray analysis is in support
of the structural assignments, 643
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The crystal of Ia belongs to the monoclinic system with space

group P 21/b, The cell parameters are ; a = 9,285; b =

9,330; ¢ = 14,316 A;

A=0= 90%; ¥= 94,05%;3 2 = 4, 1924 independent reflections were recorded
on an automatic NONIUS CAD4 four circles diffractometer with MoK radiation

using W= 20 scan technique, The structure was determined by direct methods

using the MULTAN program (4) and successive Fourier syntheses,
TABLE 1
Cpd| mp ®°c ir nmr&(CD.j)aSO ppm
-1
(KBryem™ ™) [mous| me | H7 | B8 | Ho cH, [ ¥H other
protons
=
C=0 1645
1700
(acetone) | NH 3180, 3270
C=0 1650 CH 2,70
Ib 160 Te31|4e70164.16|6.30|7.15{3.23|B.26
1710 CH3 1.06
(ethanol)|NH 3175, 3280
C=0 1640 Te6
Ie 205 7035 4092 6-33 6033 7.15 3.81 8-33 C6H5
1675 8.1
(ethanol)| NH 3320
J CH,/Hg = 6.7 Hz, J NH/H; = 5.2 Ha,
Refinement was cerried out by least-sgquares method with full
matrix, Difference Fourier synthesis allowed the locations of the hydrogen
atoms which were also refined, The final R and Rw are found to be 0,048

and 0,047 respectively., The Figure shows the computer generated drawing of
the crystal structure, There is no intramolecular H bonding however
intermolecular H bonding links N~2 to 0O=1 of the two different molecules
contributing to the crysiml cohesion, The chemical and pharmacological
properties of I , and the application of this method in the synthesis of
other l,4-dliazepines, in particular benzopyrrolodiazepines, are currently

being investigated.
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