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Abstract

3,5- dinitrobenzoyl chloride-pyridine system has been used for dehydration of
aldoximes and carboxamides at room temperature.

Introduction

Since we have reported a convenient method for
converting carboxamides and aldoximes to nitriles [1],
other dehydrating reagents; aluminium iodide [2] di-2-
pyridyl sulphite [3] 1,1-sulfinyl-bis -1,2,4-triazole [4]
thiophthalylium salts [5] trichloromethyl chloroformate
{6] and N,N- dimethylchlorosulphitemethaniminium-
chloride [7], have been developed. In most cases, the
reagents used are not easily available and should be
prepared before the dehydration is done. Now we wish to
report 3,5- dinitrobenzoyl chlorie as an easily available
and handling reagent for preparation of nitriles from
aldoximes and carboxamides under mild conditions.

R-CO-NH, 35 (NO), C H, -CO-Cl/ Py/CH,CI2
or
R-CH=N-OH 6hrt
R= alkyl, aryl
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Result

To a stirred solution of aldoxime or carboxamide (50
mmol) and pyridine (100 mmol) in dichloromethane (30
ml), a solution of 3, 5-dinitrobenzoyl chloride (50
mmol) in dichloromethane (50 ml) is added dropwise at
0°C under anhydrous condition. The stirring is continued
for 6 hours. After evaporating the solvent, ether (200
ml) is added, the salts are filtered and the filtrate is
washed with water (3 x 20 ml). The residue is
chromatographed over neutral aluminium oxide (type I,
Brockmann) with petroleum ether-ethyl acetate mixtures.
The results are listed in Table 1.

R-CN
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Table 1.

Substrate Product ? Yield" mp or bp *ftorr
C¢Hy-CH=N-OH CeH,-CN 80 69/10
4-Me-C¢H,-CH=N-OH 4-Me-C H,-CN 77 107-109/6
C¢H; -CH=CH-CH=N-OH C¢Hs -CH=CH-CN 87 97,2
n-C,H 5 -CH=N-OH n-C,Hs-CN 84 79/10
C¢H,-CO-NH, C¢H5-CN 84 69/10
4-Me-C¢H,-CO-NH, 4-Me-C¢H,-CN 82 107-109/6
C¢H;-CH=CH-CO-NH, C¢H; -CH=CH-CN 90 97/2
n-C,H,5-CO-NH, n-C,H,s-CN 93 79/10

a) Yield of isolated pure product. b) Products were characterized by comparison of
their mp, tlc. IR, 'H-nmr data with those of authentic samples.
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