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TABLE 2 50 varied Wld(’.‘ly, accordlng to the pamcu[ar poly_ Water is then added in a mix tee to reduce 115
mer, basic material and hydrolysis conditions the temperature to between 30° and 95°C.
used. to precipitate the polymer.
Preferably at least 0.19% by weight of basic Isopropyl alcohol-water mixtures are par-
material is used based on the weight of poly- ticularly desirable as solvent media since the
55 mer. More may be employed, e.g. up to ten polymers precipitate therefrom in granular 120
times the weight of polymer, while the de- form.
gradation treatment can, if desired, consist During the degradation treatment a portion
of hydrolysis in the absence of any basic ma- of the polymer is decomposed resulting in 2
terial. When no basic material is used, it is weight loss of polymer. The treatment is
60 desirable to hydrolyse in a buffered system complete when the weight loss substantially 125
since the products of hydrolysis would other- ceases. Between 5 and 40 weight percent
wise cause the system to become acidic. Acidic of polymer may be lost before the rate of
degradation is not selective and does not pro- weight loss drops to between 0.19% and 5%
duce the stable polymer formed by the process of its original value, indicating substantial com-
65 of the invention. Alkaline hydrolysis is pre- pletion of the treatment. At this stage at 130
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TABLE 1
Degradation Rate Weight Loss
o
Polymer Without Stabilisers With Stabilisers M1u11i1:11§
Original 0.88 0.018 5%
After treatment 0.50 0.015 0.29%

ExAMPLE 2

A mixture of 100 grams of an oxymethylene
polymer made by copolymerising trioxane and
dioxolane, and having an oxyethylene content
equivalent to 3.9 weight percent of dioxolane,
1000 cc. of water and 67 cc. of ammonium
hydroxide (28% NH,) was heated 174 hours
at 95 1o 98°C. in a glass flask under reflux.
At the end of this period the reaction mix-
ture was cooled. The polymer was separated
by filtration and afterwards was washed with
water to neutrality and dried. The weight loss
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was 9% based on the weight of original poly-
mer.

Samples of the original polymer and the
treated polymer were each milled for 45
minutes as in Example 1 with 0.1 weight per-
cent of nitrilotripropionamide and 0.5 weight
percent of 2,2' - methylene bis - (5 - methyl -
6 - tertiary butyl phenol). The amount of- -
material lost during milling and the degrada-
tion rates of both original and treated polymer,
after incorporation of the stabilisers, is shown
in Table 2 below: — - 85

75

80

TABLE 2

Polymer

Degradation Rate

Weight Loss
During Milling

Original 0

After treatment

0.

.06 16.4%

02 7.49,
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been lost. When the polymer was milled for
7 minutes, as in Example 3, it lost 1.4% of
its weight and its thermal degradanon rate
was 0.009.

EXAMPLE 6

(2) A mixture of 100 parts by weight of tri-
oxane, 2.4 parts of ethylene oxide, 1.1 parts
of cyclohexane, 340 ppm of methylal and
70 ppm of boron trifluoride (as the dibutyl
etherate complex) was fed to one end of a
continuous mixer having an interrupted thread
screw placed in a cylindrical barrel. The
mixer barrel had rows of teeth on its inmer
surface and the screw was both rotated and
reciprocated in such a manner that the teeth on
the barrel passed through the interruptions in
the thread of the screw. The reaction mass

of ‘the dry polymer and 867 parts by weight
of a solution containing 59.9 weight percent
of isopropyl alcohol, 40.0 weight percent of
water and 0.1 we1ght percent of ammonia was
heated rapidly to 160°C. and 150 pounds per
square inch gauge in a 3 litre rocking auto-
clave. As soon as the temperature reached
160°C, the autoclave was immersed in a
water bath to reduce the temperature rapidly
and precipitate the polymer. The polymer
precipitated as a uniform granular mass con-
taining approximately 95% of the mother
liquor.

EzAMPLE 8
A mixture of 130 parts by weight of a
polymer prepared as described in Example
6(a) and 867 parts by weight of a solution

90
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100
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