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We,  SOCIETE   DETUDES  dioxan, in the presence of a basic agent at DE
PRODUCTS CHIMIQUES SOCIETE  from [err]C to [err]C. ANONYME, a company
organised and exist-    The basic agent used in the process of the ing
under the laws of France, of 4 Rue Theo-  invention may be any of the basic
reagents 5    dule Ribot, 75017 Paris, France, do hereby  generally used in
the chemical industry, for 35 declare the invention, for which we pray that
example solutions of sodium carbonate, potas- a patent may be granted to
us, and the method  sium carbonate or alkali metal hydroxides. by which it
is to be performed, to be par-    The reaction scheme is as follows:
ticularly described in and by the following                10   statement:-
The invention relates to a process for the             preparation of
isobutyramide derivatives hav-                    [err]            ing the
general formula I:                               . .
[err]                                            [err]  I
wherein R represents a halogen atom and [err] The usefulness of the
products is described  40 15    is an integer from 2 to 6.
and illustrated in our copending Patent Appli- The above compounds, their
preparation,      cations referred to above. and compositions containing
them have been     The invention is illustrated by the follow- described
and claimed in our Patent Specifi-   ing Examples. 20   cation No.
1,518,764. The above compounds may be prepared
Example 1.  b bbb          45 according to the present invention by
reacting  N-cyanoethryl p-chlorophenoxy isobutyramide. the corresponding
substituted phenoxy iso-    In a 5-litre reactor fitted with warming,
butyramide of the general formula             cooling and stirring means
there was prepared,  of p-chlorophenoxy isobutyramide in 1.81 of 50 dioxan.
There were then added 23 g of pow- 25
dered sodium carbonate and slowly (in 15 [err]
minutes), while maintaining the temperature between 60[err]C and 65[err]C,
394 ml of acrylo- ntrile. The reaction mixture was stirred for  55 15
minutes at the same temperature, then treated with 60 g of carbon black,
and filtered. and the appropriate N-cyanoalkylene of the    1.6 litres of
dioxan were then added to the general formula
filtrate and after stirring, there were slowly added 10 litres of
demineralized water. Stir-  60 CH[err] = CH -  (CH[err])[err] - CN
ring was maintained for 2 hours and the (in which formulae R and n are as
above       reaction mixture was then allowed to stand 30   defined) in a
non-polar solvent, preferably   for 12 hours. After separation of the
precipi-    2                                          1,557,420
2 tate, washing with water and drying at 40[err]C, isobutyramide derivative
having the general there was obtained 1.380 g of a beige product    formula
I herein which comprises reacting the   which, after recrystallization from
isopropanol  corresponding substituted phenoxy isobutyr- and water provided
1.001 g (yield 73%) of        amide of the general formula a white
crystalline product melting at 710C,
30 analysis of which showed a very good corres- pondence with the formula
C[err]H[err]O[err]N[err]C[err].                              Example 2.
[err] 



N-cyanoethyl p-fluorophenoxy isobutyramide. 10    The procedure of Example
1 was repeated, but the p-chlorophenoxy isobutyramide was        in which R
represents a halogen atom, with replaced by p-fluorophenoxy isobutyramide.
the appropriate N-cyanoalkylene of the general The yield was 64% of a white
crystalline         formula product melting at 75C, analysis of which 15
showed a good correspondence with the for-
CH[err]=CH-(CH[err])[err]-CN                  35 mula
C[err]H[err]O[err]N[err]F. in which n is an integer from 2 to 6, in a non-
Example 3.                       polar solvent in the presence of a basic
agent N-cyanobutyl p-chlorophenoxy isobutyramide.      at front 50C to
65[err]C. The procedure of Example 1 was repeated,         2. A process
according to claim 1, wherein 20   but the acrylonitrile was replaced by
pen-       the non-polar solvent is dioxan.                      40
tylenonitrile. The yield was 77% of a white       3. A process according to
claim 1, sub- crystalline product melting at 88C, analysis    stantially as
disclosed in any of the Examples of which shows a good correspondence with
herein. the formula C[err]H[err]N[err]O[err]Cl. SERJEANTS, 25     WHAT WE
CLAIM  IS:-                                   Chartered Patent Agents, 1. A
process for the preparation of an              29 The Crescent, Leicester.
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1,557,420                                               2 tate, washing
with water and drying at 40[err]C    isobutyramide derivative having the
general there was obtained 1.380 g of a beige product      formula I herein
which comprises reacting the which, after recrystallization from
isopropanol    corresponding substituted phenoxy isobutyr- and water
provided 1.001 g (yield 73%) of          amide of the general formula
30 5   a white crystalline product melting at 71 C, analysis of which
showed a very good corres- pondence with the formula
C[err]H[err]O[err]N[err]Cl.                           Example 2.
[err] N-cyanoethyl p-fluorophenoxy isobutyramide. 10    The procedure of
Example 1 was repeated, but the p-chlorophenoxy isobutyramide was
in which R represents a halogen atom, with replaced by p -fluorophenoxy
isobutyramide.        the appropriate N-cyanoalkylene of the general  The
yield was 64% of a white crystalline  formula product melting at 75[err]C,
analysis of which 15   showed a good correspondence with the for-
CH[err]=`CH-(CH[err][err]-CN            35        mula
C[err]H[err]O[err]N[err]F. in which n is an integer from 2 to 6, in a non-
Example 3.                        polar solvent in the presence of a basic
agent N-cyanobutyl p-chlorophenoxy isobutyramide.        at from 50[err]C
to 65[err]C. The procedure of Example 1 was repeated,           2. A
process according to claim 1, wherein 20   but the acrylonitrile was
replaced by pen-         the non-polar solvent is dioxan.             40
tylenonitrile. The yield was 77% of a white         3. A process according
to claim  1, sub- crystalline product melting at 88[err]C, analysis
stantially as disclosed in any of the Examples of which shows a good
correspondence with  herein. the formula C[err]H[err]N[err]O[err]Cl.
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