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The present Invention relates to a process of
preparing N-monochlorination products of high-
molecular fatty acld amides useful as Intermedi-
ate products in the manufacture of auxiliaries
in the textile industry.

N-chlorinated products of carboxylic acid
amides are formed as intermediate products in
the reactlon of carboxylic acld amides with chlo-
rine In the presence of alkall to obtain primary
amines. This Hoffmann reaction can be carried
through with success only with carboxylic acld
amides of low molecular weight; it fails when
compounds having more than 8 carbon atoms are
used. It is already known by “Berichté der
Deutschen Chemischen Gesellschaft,” 30, 1897,
page 839 to prepare palmltic acid chloramide by
the action of a large excess of hypochlorous acld
and sodlum hypochlorite on a saturated alco-
holic solution of palmitic acld amide. This
method is regarded as very complicated and trou-
blesome and, as has been found, cannot be carried
through in a satisfactory manner.

Now we have found that N-chlorination prod-
ucts of high molecular fatty acld amides are read-

ily obtained at ordinary temperature or a slightly -

raised temperature by causing chlorine to act
upon aqueous suspensions of fatty acid armides
having af least 16 carbon atoms. Care must suit-
ably be taken for using the acld amides in as fine

a subdivision as possible., The finer the subdlvi- -

sion, the purer are the chlorinated products ob-
tained. A particularly flne suspension may be
obtained by & small addition of the usual water-
soluble distributing agents, for Instance the alkyl-

ated or aralkylated naphthalene-sulfonic acids, :

the sulfonates of fat, alcohols, the reaction prod-
ucts of oleic acid chlorlde and methyl-taurine,
the condensation products of ethylene oxide and
hydroxyl compounds of high molecular welght.
Useful suspensions are likewise obtained by other
methods, for instance by dissolving the acld
amide in acetone and pouring the solution ob-
talhed into water or dilute acetic acid. Fatty
acld chloro-amides In a pure, readily filterable
form are obtained in a technically simple man-
ner and a theoretical yield according to the proc-
ess herein described. The products obtained
may be used as Intermediate products for the
manufacture of adjuvants in the textile industry.

The following examples serve to {llustrate the
invention, but they are not Intended to Umit it
thereto, the parts being by weilght:

(1.) 28.3 parts of ground, commercial stearic
acld amide melting at 98 C. are treated in a ball
mill together with 50 parts of water and 0.3 part
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of a paste of oleic acid methyl taurlde of 35 per
cent strength until after several hours & fine
magma is obtained which Is introduced together
with 150 parts of water Into a chlorinatfon ves-
sel having a capacity of 500 cc. and being pro-
vided with a stirrer. At about 30° C. 8 moder-
ately rapid current of chiorihe gas is then intro-
duced in a quantity somewhat above the theoreti-
cal quantity. 100 cc. of 30° C, are again added
and such a further quantity of chlorine gas is
introduced as is necessary for rendering visible
crystalline products In the reaction mass which
is at first of a milky and turbid appearance. The
crystalline products generally become vislble in
the presence of an excess of chlorine of 10 to 15
per cent, The whole is allowed to cool and stir-
ring is continued for some hours at ordinary tem-
perature.

The mono-chlorination product is filtered with
suction, carefully washed and well pressed. The
yield amounts to 100 per cent. Stearlc acid mono-
chloroamide is soluble In ether to a clear solution
and melts at 67° C. to 68° C. Bodles having a
melting point substantially higher than that
afore-named indicate an incomplete chlorination
and bodies of a melting point considerably below
67° C.-68° C. give a hint at a per-chlorination.

The stearic acld mono-chloroamide is stable
but not for any length of time. The initially
odorless substance gives off after a prolonged
standing—and still more rapidly on drying-—con-
slderable portions of chlorine already at a mod-
erate temperature under reduced pressure; the
body gradually becomes more sparingly soluble
in ether and assumes a higher melting point by
the re-formation of stearle acid amide.

Analysls of a test dried onh clay:

Found 11.25 per cent of C1 calculated 11.18 per
cent
Found 4.7 per cent of N calculated 4.4 per cent.

If palmitic acid amide is treated in an analogous
manner there is obtained palmitic acid mono-
chloroamide melting at 69° C.-70° C. when dried
on clay.

Analysis -

Found 12.8 per cent of Cl calculated 13.2 per
cent
Found 4.53 per cent of N calculated 4.6 per cent.

The chemical behavior of the compound very
much resembles that of the stearic acid mono-
chloroamide.

(2.) 28.3 parts of commerclal stearic acid amide
areg dissolved on the vapor bath in 60 ce. of glacial
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acetic acid. The solution is siowly poured, while
rapidly stirring, into a mixture of 250 cc. of water
and 100 cc., of acetone and the whole 1s stirred
for some time. The theoretical portion of chlo-
rine is then Introduced at 30° C.-35° C, Towards
the end of the chlorination process the mixture
which 1s at first milky and turbid becomes trans-
parent and the chlorine compound separates in
crystal lumps. "The whole is further stirred for

1-2 hours and diluted with waler, The produet 10

[

is filiered with suction and washed with water.
This method of operating has the advantage that
the grinding of the starting substance may be
avoided and that only the substantially theoreti-
cal quantity of chlorine is required. The termi-
natlon of the process 1s evident by the fact that
the supernatent liquid becomes entirely clear so
that a perchlorination is not possible,
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