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This Invention relates to a process for the
manufacture of effect threads.

The hitherto known manner of manufacturing
eflect threads (immune threads) from cotton or
other vegetable fibres consisted in subjecting the
previously alkalised fibres to the action of aro-
matic acld chlorides dissolved in indifferent sol-
vents. It has also been proposed to replace the
rather expensive aromatic acid chlorides by the
cheaper sulphonic acid chlorides. According to
a further suggestion the alkalised fibres were to
be treated with the sulphonic acid halides of
basic aromatic compounds, equally dissolved in
indifferent organlc solvents. By all these sub-
stantially similar treatments effected with solu-
tions of the mentioned aromatic acid halides the
cellulose was converted into esters. Therefore
the solvenis employed could only be “indifferent”
ones, i. e. such as would not dissolve or affect in
any way the cellulose esters formed. The esteri-
fication was achieved in baths, with the aid of
the heat formed in the course of the reaction it-
self and/or with the supply of external heat. The
acid halides had to be employed therein in large
eXcess which rendered this manner of working
rather expensive since under the reaction con-
ditions required for & proper carrying out of the
esterification the aromatic acid halides dissolved
are, at least in part, subject to decomposition so
that only part of them, if any, can be employed
again.

In my prior application Serial No. 285,837 I
have disclosed a process which materially cheap-
ens the manufacture of effect threads. This

process was based on the recognition of the fact :

that the esterification can be effected with best
results outside the bath, by Impregnating the pre-
viously alkallsed threads with the solution of the
acid halide selected, for instance by immersion
or drawing through the solution, and effecting
the esterification subsequently, i. e. on the im-
pregnated thread itself, by exposing the same,
after removal of any excess of solution adher-
ing thereto, for some hours to the action of warm
ailr. In this way considerable savings could be
made since a short immersion or drawing
through of the threads does not affect the solu-
tion.

It has now been found that impeding the evap-

oration of the solvent from the impregnated :

thread during the esterification has a very fav-
orable effect on the esterification reaction and
also oh the quallty of the product obtained. For
thig purpose the impregnated threads are sub-

Jected to further treatment In an atmosphere :

formed by the vapors of the solvent employed.
This further treatment may also be effected In an
atmosphere which Is formed by a gas saturated
with the vapors of the solvent. The solvent va-
pors or the gas saturated with them, such as ni-
trogen, air enriched with nitrogen, afr, etc., is
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most preferably passed through the reaction
space (i, e. the esterification space). The esterl-
fication is carried out at a temperature of from
about 30 to 120° C depending on the nature of
the cellulose comprised in the raw material and
the kind of esterifying agent employed. The re-
action takes about 1 to 2 hours. To maintain the
required temperature the gas stream saturated
with the solvent vapors and passed through the
esterification space may be preheated. The so0l-
vent vapors contained in the gas stream leaving
the reaction space may be recovered therefrom
in a known manner.

The process may be applied in the same man-
ner to loose flbres, yarns, fabrics and so on,
bleached or unbleached, that is, it may be em-
ployed in any stage of the working-up of the
cotton or other vegetable fibres.

Wilhout limiting the invention to any particu-
lar procedure, the following examples are glven
to illustrate the preferred mode of operation.

Example 1

10 kgs of cotton yarn are uniformly impreg-
nated with a 14% alcoholic NaOH-solution. Aft-
er having heen freed from the excess lye by cen-
trifuging, the yarn is dried at a moderate tem-
perature and thereupon immerged into ah esteri-
fying bath comprising 20 kgs of p-toluehe sul-
phonic acid chloride dissolved in 90 litres of car-
bon tetrachloride. The yatn is then freed from
the excess of the esterifying solution by centri-
fuging and placed into a container which is
adapted to be heated and provided with gas in-
and outlets. Through this container a stream
of air enriched with nitrogen, saturated with car-
bon tetrachloride vapors and preheated to about
60 to 80° C is passed for 1 to 2 hours, There-
after the yarn is removed from the container and
washed in soap baths having a temperature of
about 70 to 80° C until it becomes inodorous.

The solvent vapors are recovered from the air
stream in & known manner.

Ezample 2

10 kgs of cotton yarn are treated as in Example
1 except that as an esterifying bath a solution of
14 kes of benzoyl chloride in 90 iitres of benzol is
empiloyed. 'The yarn is then placed into a con-
tainer adapted to he heated and provided with a
reflux cooler. At the bottom of said container
an evaporation bowl containing some benzol is
provided so a&s to maintain a uniform benzol
vapor atmosphere during the esterifleation reac-
tion. Care Is being taken to prevent the benzol
condensed in the reflux cooler from dripping onto
the yarn under treatment and to direct it Instead
into the evaporation bowl at the bottom of the
container., The temperature in the container is
kept at about 80 to 120° C,
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