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The original plans for the Pigments Department phthalocyanine
plant at N vt called for the eventual manufacture of Eh red shade
ot blue 8 to that purchased from Orchem, as "l&omst;ml" Yast
ue 2R and uhich is sold as the barium rosinate lake BP«243-D.

bcrat.o work was initiated to this end, and considerable 1ntereat !
was developed in the violet ‘pigment itself which is used to shade =
the CPC to give the redder p t. Pressure on this viclet work was
further intensified by m ord Motor Company interest in a viclsc ‘

for shading pusposes.
aant., acid-w uted "Lithosol” Violet 4N is purchased
from Qrchan pulp form ) for conversion to the barium rosinate -

lake BP-273-D and to the blanc fixe-oxtended barium rosinate lake
BL-333-D. This acid-pasted violet, although purchased as a standardize-
ed product, shows considerable variat.i.on in strength and hue when
converted to these lakes by standard formulas.

Baud on the Pigments Department experience with the solvent
hthalocyanine pigments, the solvent-milling of crude
ﬂLithoaol” iolet as a means to greater pigment consistency with
rupect to strength, hue and texture was undertaken.

* SUMMARY AND CONCLUSIONS:

#Lithosol® Violet LREN crude can be solvent-milled in acetons
to give products superior to those obtained from the acid-pasted
counterpart (N-612). The solvent-milled materials give lakes
(BP=-273-D, BP=-243+D, BL-333-D) superior in stremh and texture to the
icédwpaated materials and give greater product consistency from lot to

0%

Limited experience with acetone-HF milling suggests that thias
method may be. a satisfactory alternate. Salt uporaien milling
yield inferior products.

Work on solvent-milling and other finishing methods for

- ®Lithosol” Violet ARN was discontinued due to the decrease in volume

of such colors
Thio Past Red

nd the anticipated str ition from W"
- ) gtliich appears to o§ Ettar money value -~
ue.

for the ahading of CP

"Lithoaol" Brilliant Violet 4LRN c¢rude is solvent-milled
- 4in acetone in & manner analogous to the solvent milling of phtha].o-
cyanine pigments. To a 1.8 gallon steel mi].l ahargn:

13,000 gr. 5/32" steel shot
150 gr "Lithosol® Violot erude
1,500 ml. acetons
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Grind 72 hours. Screen the milled slurry from the stesl shot and
dilute to 6 liters with water. Steam distill acetons-free. .

conc. Hp80; (as a 13l solution) 8o as to yield a 3.5% solution.
Boil . houx-s. Pilter hot, wash sulfate~free. Wash on the funnel
with a solution of 50 ml. conc. BHLOH in 1 liter of water. ﬂ‘a#k
alkall free to Brilliant Yellow, Hold as pulp,

A BP-273~D type "Ramapo® lake prepared from laboratory
uelvazannlod #Lithosol™ ﬂolob LEH crude was strona {100 mm-m

blue, and sl dull- nst the control pre m from N-612,
?:e:ld-pantod *Lithosol" Viod t,), and against standard 8?473-9.

The distinet wum& admtm offered by solvent-milling

as against acid-pastir 1 products such as BP-273.D and

-gfg-n was establis! d minf 8ix lots of "Lithosol™ Violet 4RN
crude received from Orchem, A1l the products {solvent-milled in 1/2
pint glass jars and evaluated as barium rosinate lakes) were strong
and blue against BP-273-D standard. Rubout evaluations of both the
nolvent-mi d toner products and the BP-273-D lakes prepared there~
from indicate some slight stre: variation from 1015 to lot, but
far less shan that obtained with the use of the acid-pasted dounter-
parts, Scme hue variations from lot to lot were indicated.

Six additional lots of erude violet solvente-milled in 1/3
gallon steel mills and convertsed to the BP-273-D lakes showed ater
atmnfth variation than that exhibited by the glass-milled p
and also greater hue varistions. The products, however, are al
atronzer than BP-273~D and are consistently blue auains% this utauéard.

rhoro are indications that acid chromate tmmm of the

finished solvent-ground or aeidopnstod (Huélz) toner pa yialda a
redder, more intense prodmt. Lil he use of ¢
combination of chmmata plus phosphat.o in the steel sill grind ﬂomed
redder products alth f.he materials in these initial trials appeared
weaker than correspond ducts milled without chromate. 311 the

roducts, however ara sti blue against standard BP-273-D. Alkaline
gypochlerim or aikalim peroxide treatment of the finished pul gm _

reatme

- did not give products ccnpambh to those obtained by chromate
An ammonia wash after chromate treatment appoau to offer some

advantaea

: Salt—nilling with oithar BaCl or inldod produeta blus
and woak against the aolwnt»muhd coantowrtk 4 ion milling
with salt, *Perclm' md in 80 yielded a pro&uct wry bme and

dull against the solvent-milled prom,cts and very blue againat &ha

salt-milled products.
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Acotone HP-milling of "Lithosol” Violet LRN crude us:
either borax or sodium chloride as a srindixm wmedium ylelded icts
Wﬁr 1; ual to those obtained by ;oluntmnung in acetons

seo KN-52-

A cmhamiw weatheromster exposure series (300 hrs.)
designed to o« he relative behavior of acid-pasted "Lithosol®
Violet, NH.612 { bha BP-!.?&-D formula)} versus solvent-milled and
HF-nilled *Lithosol® Violet (in the BP-273-D formula extended to
equal the toner content of BP«176«D] iadieatos tho emnt.ial nquauey of
the variously finished violets with mye SNE6 On exposure.
© 8ix plant 1088 of BP-176-D, standard | P~176-D anﬂ B-273-B three
solvent-milled lots and one RP-milled lot were used.

A comparison of solvent-milled violet versus Orchem acide
pasted material {R-612), the latter being a better than average
material of recent Orchem production, permits the following conclusionsi

a. Regardless of the strength lewvel and method of laking,
solvent-milled material results in a product of bott.or tmmh
by rubout than the acid-pasted product,

b. Without exception, the use of ammonium rosinate in place of
sodium rosinate {(as in msant BP-273-D) results in a produet
of bstter strength by rudbout.

c¢. A 50% "Ramapo® type lake reduced with dlanec
gave better strength by Ford rubout than a 75

reduced with blanc fixe to an ABL-328-D type produetfo:hcm the
materials were prepared from acid-pasted dye. However, whers
the corresponding materials were prepared from solvent-milled
dye noiadvnmso was evident for the product of higher -
rosination.

Alkyd avamuw of B?.z?a-a and ABL-333-D laku indimw
that greater strength % d by our testing method from
aalventanulod"'ﬁihhase,’tﬂ 103.“ a8 against the acid-pasted Violet -
(8-612), Approximately four pounds of an FBP«273-D lake has besn
preparcgiin the Semi~works from solvent-milled Violet for F & Fés
examination,

: P& F, Ph:ua.. alkyd enamel ewvaluation of two experimental
BP~273=D type 1gkes propared from H-612 (Orchem acid-pasted *u, Bir
Violet) and from Newark solvent-milled*LithosoivViolet
indicated the latter to be bright and red in tint (10/60 ng) and
10% strong versus the former. By actual analysis, the solms-—ailled

DUP050069336




violet lake (F)BP-273-D lot 2424, contains 69.31% of violet toner.
Whereas the acid-pasted violet lake, (E)BP-273.D, lot 2417 contains
70.89% of violet toner. .

alkyd enamel red rron a B?-l?é-a typs lake
produced by adjust a BP«-Q? D gfrrm ground violst
to the toner %ﬁiﬂs of BP-»l? (12. with blanc fixe was wry)
stroaz against standard BP-l

Weatherometer exposure (336 hre.) of a BP-273-D alkyd
enamel prepared from solvent milled violet indicated the material to
be very slightly inferior to standard BP-273-D and against & control.

50¢ aluminum bengoate lake of either solvent-milled
"Lithosol? vm:m or its acid-pasted counterpart does not offer any
advantage with respect to resistance to flocoulation in alkyd eml
"~ compared to standard BP«273-D.

Ink mn evaluation of a BP-273-D lake prepared from solvente
milled "Lithosol® Violet Crude LRN showed a marked strength a é?autage
over the standard (42 parts = 1.00 parts) as judged by the five-tig t-*
inks. The solvent-milled product was vautlgeauyorinr to the standard
in rate of strength development and in t.oxbm mtms.
The product was bluer than the standard. | mu.on lkﬁ
showed the product to be blus dull, 8. ut.ronz and emne y equal
in bleed {baked white owrﬂ;ri

The ink mill evaluation tabulated belw inaieatu the smm
obtained by the use of solvent-milled 'Ls.ehoaol" Violet crude versus -
standard BP-273«D. At equal toner content solvent-milled produst

g;—%;gng; returns greater strength than ih« acid-pasted eounurpew

iz 3z 57
_ EBP-273-D 7 7 7~1/z
FBPe273=D - 6=1/2 6-1/2 7 .
| um rosimto | |
BP=273~D 6-1/2 6dﬂt&w%

1t £ the rate of sty ime in
three 58 mfo: sgzmt will gri gf nx.m; fw Violet m cruds Sk

indicates that st varsus a ¢ laboratory gri: 3 '
was reached in awu hours, and mﬁm stre: gaw
s toner strongth is mched in 12 hours

standard) in 24
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in the 200 gallon mill. Fo operating dmamun wre encountered.

The 93% recovery yleld reported was confirmed in the Semi-works in

s emilll operation. Typical barium rosinate ° WRamapo®

. products prepared from the Pfinished mt.arial conpare f&vombly with
the hhamtory solwnt-auloé counterparts

work summariged in this report is recorded in the
following mbookat .

NB-1357
Hﬁ-ﬁ?l

Je
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