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INTRODUCTION:

The tollowiagg three patents have been given some evaluation
in the laboratory and a limited amount of exploratory work was done
slong lines suggested by these patents:

TeSs 2452%,672 « Lecher et al ~ American Cyanamide
u.8, 2,9’5’0’775 - Bronillard & '
Giambalvo « American Cyanamide

_ Two processes described in U.8, 2,524,672 and in U.8. 2,540,775
have not given results of any economic va:iua with respect to floceula«
tlon resistant phthaloeyanines. On the other hand, U.8, 2,526,345
which covers the use of copper phthaloeyanine monosulfonic in mixtures
with copper phthalocyanine has given substantially flocculation-free
products. Subsequently, a program of research was undertaken which
culminated in the release of two colors on June 1, 1953 (BP-366-D and
BT-373=D). These are offered to the trade as floeculation resistant
products. This work will be reported elsewhere. Such Kroducts_ are
btelieved to come within the broad claims of U.S, 2,526,345, and DuPont
now has a license to use this patent.

This experimental work at Newark has also led to the prepara-
tion of three patent proposals of our own which are being considered
by the Legal Department for filing.

EXPERIMENTAL DETAILS:

U.8. ,ggialr_,ég shows a process for préparing salts of phthalo~
eyanine pigments by suspending them in a 11.2111& and then adding & =
strong acid vwhich i1s soluble in the suspending liquid, Example 1 was
evaluated in ] 1l2helt9 by suspending CPC-LB and Cl-free CPC crudss
in nitrobenzene and adding xylene sulfonic acid., There appsared to-
Ye complete salt formation, After 2 hours stirring, the salt was
hydrolyzed with ethyl alcohol and the pigment filtered and washed
with aleohol. It was finally steam distilled to remove residusl -
nitrobenzene., The CPC-LB was about 204 weak vs BT-304~D and ths Cl.
.free CPC was much wesker and had the appearance of a completely = -
erystalline product. Flocceulation tests were not run, dbut the prg
cess has 1ittle possibilitycf economic intersst. A more practi
example would have been the combination of sulfuric acid with nitro-
benzene, and such products might be worthy of study at a later date.

‘ o 24526 shows mixtures of CPC monosulfonic acid and.
CPC to glve nons~floceulating compositions. The preparation of CPC
monosulfonic acid, after the disclosure of this patent, was done in

. 1393-32, though the heating cycle was not folloRed exactly.
Sulfur analysis of the resulting product indicated that it contained
only about gO% CPC monosulfonic acid, It was a weak, dull and
greenish product by both rubout and enamel tests. However, mixtures
containing 10% of this product and 907 BT-304«D gave enamels which
were quite free of flocculation and appeared strong and intense vs
BT~30%«D. The interesting properties of this mixture resulted in -

v.
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solvent such as carbon tetrachlarido or tolusne for several hours,
followed by removal of the solvent by steam Matillation to omm
a product which has high resistance to floceulation. The products
treated wore (1) acid pastad cblorim-fne CcPe (2) salt milled
chlorine-free CPC, and (3) solwent milled CFC-IB. By rubouts, the
chlorine-fres products were both weak against thelr eontrols, wvhere
the CPC-1LB was unchanged. In alkyd enamels none of the proaueu W
free from flocculation. Howewer, the CPC-IB was definitely improve
and also appeared strong amd ;mtnnm_ vs its nntrutoﬁ c.enml. The
~ mmpumcmnmﬂammy oth before tuont,
altho hthetreamntmdtogivsas--
msﬂtmledmmaalwmm
there vas very 11ttle flocculation um el orr after trea

. As a weans of obtaining floceulation mistmt cw, this
process 4oes not ap; attractive either w the' scon or
operating points of view., However, thls j ‘, _ ; .

its elaims as to treatment of phthnlm Bnts Ivents =
and needs further review as to its nlatioa to more recent processes
on direct pigmentary products.
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In a similar mamner, separately prepa m«;acw-w—
sulfonic mamuammmma- CPC-IB in alkyd enamels
for floeceulation resistance mthina of interest came of these
tests. On the other hand %vo PC sulfonamides prepared at Jackson
Lamatoryi wore testsd An mizmus with CPC-LB, and one of thom

gave a te imoma in flocculation. though the othar one
showed no improvement, 1tm»mmnthatmwnc-mionutoits
ussﬁlness s ould ?be

A Other work mot included in this report has also damh'atad
’bimt a ca—syntheaizad mixture of CPC~LB and a CPC containi :%

carboxy groups (perhaps % maetuanymdamng - CONB,) 18
also 768! stmt to flocculation. In view of these interesting Fesults
and the state of the art as described im RLM-52.k¢, three patent
applications have bdeen proposed and are in the hands of Legal
Dwarmt for £1ling.

1. The mixtures obtained P txipitatm. g a metal salt
of C¥C Polysulton.lc acis w cre,

2+ The prepmtion of mixtures of CPC and CFC monosulfonic
about 157 of the latter, by co-
s tﬁos&sfmmmuorphthucmhwuo ! Yepulfo -
thalic acid,

3. l‘bmadcmumring the use of other polar groups such
% y =P(CH)p and their dor:lntﬂ.voa to
mculntion resistance.

© The abowe work is recorded in notebooks 1393 and 142k,
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