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1o all whom it may concern.

Be it known that I, DANIEL AUGUSTE Ro-
SENSTIEHL, & msuient of Paris, in the Repub-
liec of Franec, have invented a new and use-

5 ful Improvement in the Manufacture of Azo
Coloring-Matter, (for which I have obtained
Letters Patent in France, No. 202,675, dated
- December 17, 1889; in England, No. 5,756,
dated April 15,1890, and in Germany, No.
10 56,456, dated December 20, 1889,) which 1m-
- provement is fully set forth in the following

- specification.
~ The present invention relates to the pro-
. duction of azoic coloring-matters, derivatives
15 of the azoxyamines; and it consists in sub-
Jjecting the product obtained by the union of
111t1am1ne with phenols and amines or their

(SO;Na),
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Two molecules of azo coloring-matter de-
rived from the paranitraniline, less about

‘three atoms of oxygen,

3;5"_5m In a former patent, No. 380,927, granted
“April 10, 1888, to Poirrier and Rosenstiehl is
descrlbed a process in which a nitramine is
first transformed into an azoxyamine and

~then coupled with a phenol; but the process |

40 herein describedisvery advantageousin point
of economy. For example, to prepare para-
~azoxyaniline with para-nitraniline it is nec-
essary to treat the latter by boiling with pow-
-der of zinc or salt-water. The msolublhty of
45 the nitramine on one hand and of the zinc
on the other rendersreaction incomplete, and
~the action frequently proceeds beyond the
desued point. Instead of obtaining the en

sulphonated, carboxyla,ted, or hydroxylated
derivatives to reduction in an alkaline me-
dinm, (using any suitable reducing agent,)
thus tr ausformlng sald products 1nt0 derlva,-
tives of the azoxyammes, which have the
property of d} eing unmordanted vegetable
fiber.

Asan emmple of the process I will describe
one reaction with the chemical formula there-
of. Itreattwo moleculesof the coloring-mat-
ter—such as obtained by the unionor p&mni—
tro-diazobenzene with acid befa-sulphonaph-
thol—with a reducing agent, (zine, arsenious
acid, glucose, &c.,) the object being to remove
three parts of the oxygen contmned in the
nitro- d1azobenzene,accm ding to the following
| fTormula: -
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__One molecule of azo coloring-matter deri-

~ vation of azoxvaniline. |

tire theoretical yield of para-azoxyaniline,
products of a more advanced reduction are ro
~obtained at the same time, such as pala—azo-

aniline,
.A_Z . CﬁI'I‘i,AZ?F[z

and the paraphenylene-diamine,
. CoH, (AzH,),,

products of which the second at least consti-
tutes a notable loss. On the other hand, by
coupling at first the nitramine with sulpho- 6o
napthol the result is a produect soluble in wa-
| ter, upon which the reducing agents act uni-
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- formly.

above are avoided, no insoluble matters have
to be dealt with, the reaction does not go be-

yond the desired point, and the theoretical

quantity of the desired colormw matter is ob-

tained.

-~ coupled with bisulpho-naphthol.
10

Example 1. -—Pdramtmmlme is dlazotlzed
in acid solution by known processes and is
The color-
ing-matter thus obtained, which dyes wool

_ red i in an a,c1d baoth but not cotfon Serves as

""""ty-ﬁve kilos of th1s red colormw-mattel are

dissolved in two thousand seven hundred and

fifty liters of water, rendered alkaline by
means of seventy-six hters of causticsoda-lye

at 40° Baumé. The solution is heated to 80°
centigrade, and there is poured into the same

-under stirring a solution of 17.5 kilos of glu-
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cose 1n three hundred and fifty liters-of water.
At the end of an hour the new coloring-mat-
ter 1s precipitated by common salt, which col-
oring-matter possesses the pronerty of dyeing

| unmorda,nted cotton bluein an alkaline bath.
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Haxample I1.—Nitro-orthotoluidine, fusible

ab 127° centmrade, is diazotized and eoupled-

with alphasulpho-alphanaphthol, following
for this preparation the general method well
known to all chemists. 43-.5- kilos of this red
coloring-matter aredissolved in two thousand

two hundred liters of water and forty liters

of caustic-soda solution of 40° Baumé. This
solution is heated to boiling-point, and there

~are added fifteen kilos of arsenious acid, tak-
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ing care to thoroughly agitate the mass. At
the end of one hour common salt is added,
which precipitates the new coloring-matter in

the form of 'a erystalline powder with green |

metallic luster. This matter dyes unmor-
danted cotton violet in an alkaline solution.

Fxample 111.—Nitro-orthotoluidine, fusi-
ble at 107” centigrade, is diazotized and coup-
led with alphasulpho-alphanaphthol. Forty- t

- 483,368

Thus the difficulties pointed out | five kilos of the red coloring-matter thus ob-
| tained are dissolvedin two thousand two hun- 45

dred and fifty liters of water, to which are

added fifty-six liters of caustic-soda lyeat 40°
After heating the solution to boil-

Baumé.
Ing-point there is 1ntr0dueed into it in small
qua,ntmes ata time and under agitation 13.75

metal.
reaction 18 complete, and the new coloring-
matter 1s precipitated by common salt. This
coloring-matter dyes cotton red inan alkaline

“bath.

As reducing agents the above processes
have been named zine powder, glucose, and
arsenious acid; butitis fobe understood that
other reducing agents may be employed, the
esgential feature of the invention consisting
1in taking the azo coloring-matfer resulting

from the coupling of a nitramine with a phe-

nol, an amine, or their sulphonated carboxy-
lated, or hydroxylated derivatives, and by a
reduction in an alkaline medium transform-
ing the same into eolorlnﬂ‘-matters derived

from azoxyamines, which h.‘:we the advantage
over the first named that they dye vegetable-

fiber without mordanting.

Having now particularly described my said
mventmn what I claim, and desire to secure
by Letters Patent, is—

€0
kilos of zinc powder of eighty per cent.of pure
At the end of an hour and a half the
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The process of producing coloring-matters,

~consisting in coupling a nitramine with a phe-
‘nol, amine, or the specified derivative there-
| of and. subjecting the product thus obtained

to the action of a 1educ1ncr agent in an alka-

line medium, substantmlly as described.

In witness Whereof I have hereunto signed
my name in the presence of two subscmbmg
witnesses,

DANIEL AUGUSTR ROSENSTIEHL,
- Witnesses:
JULES ARMENGAUD, Jeune,
ROBT. M. HOOPER.
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