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ENCLOSIRE: (B)24:

‘Phosphorous tricholoride
‘surficlent *stirring-at’
‘low takes -plac

‘4 8lowly added “to oresol’ (70% wt.) ‘with
ture. . The .condensation reaction'ahown be-

FCl,

S e : . (CH3063“O)3P+ .3.30_1.
The resulting product,is then slowly heated to about 200-250°C, leading inert
‘gas -(carbon dioxide: or nitrogén) through the medium, in order to.remove hy-'
drogen.chloride gas. and to.complete the condensatlion reaction. - The product
is finally fractionated in vacuum, and the fraction boiling from 223 C to 2270C
at 5mm Hg is’taken. ° B . S : i
‘The process is schematically shown in Figure 1({B)24.

' Donstty (aRh) wesaieseseressses 1.1283

Ref. Index (nZ5) weveeeeesaioss 105695

 “B.P. (9C/10mm Hg) ieeseceseses 240-243.
11, TRICRESYL PHOSPRATE - . = .
. Phosphorous oﬁéﬁib’i‘idé" {33% wt.) 1s slowly added to oresol {67% wt.) at room.
‘temperature, - ‘Anhydrous aluminium chloride {2-5% wt.. of the mixture) is added
-1ittle by little, and then heated to about 130-150°C, and maintained at that
temperature for-7 hra.  A-condensation reaction takes place according to the
following equation. " : : - B o

POC1;  ICH;CEH,OH  (CH;CEH,0)3P0  3HCL

The reacted mixture is wuhod with water and, after being dried by heatlng, is
fractionated in vacuum of 5mm Hg. The fraction boiling from 24,0°C to 250°C at
Szm Hg pressure is taken. -

i

The yrocess is schematieally shown in Figure 2(B)2l.

Density (430) 1.1718
Ref. Index (25) ceeecercaccene 125010
B.P, (OC/760me8 BE) cocssvcsces £25-L35

III. A detailed flow shest of the pilot plant for production of additives is
showa in Figure 3(B)24. :
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X-38(N)-8

Cl REMOVED BY PURGING
Co2

VACUUM 'usn.umou ass !mln HE

.r — —

LOW BOIUNG ~  TRICRE RESIDUE -
FRAGTION 7 '_ 2276~

YELD 507. OF TI'EORE‘NGM.

m m 0' THE le
pmsrv 02" 11083 nr 240-243‘8/10mm t
mot n‘° 15698
: thure 1(8)26
PRocss.s "FLOW SIEZET FOR .
- wunmnmc TRICRESYL -PHOSPHITE

| PHOSPHOROUS OXICHLORIDE CRESOL
-33 - . 67

comeusmou 2- 5%, WT.OF ANHYDROUS -
, ~ AICly
- 130-150°C FOR 7 HRS.
WASHNG WITH WATER

NG
VACUUM anLme ABS. Bmm Hg.

FIRST DROP 240-250°C ao’
- 240°C :

YIELD 80 %, OF THEORETICAL
A/ERAGE PROPERTIES OF THE PROOUCT  “d20s(ITB
M5 4500
BPs425-435°C/ TEOMM Hg.
Figure 28j24 g '
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