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Our present invention- relates to new dyeing

preparations. and: their. conversion. to dyestuffs.
These - dyeing preparations. contain a -diazo-

- sulfonate of the diarylamine series correspond-

5

10

1

<

_of the diazo-sulfonates may be specifically .
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ing to the probable general formula:
_ X——NH——R—N N—-—SOz—alkall-me’cal

wherein X means a naphthalene nucleus. or a
radical of the benzene series which may contain
in the para-position to the NH-group a fur-
ther —N=N—SO3;—alkali-metal group and R
means a radical of the benzene series. and a com-
bining component containing a hydroxy or a
O-alkali-metal group whereof the adjacent posi-
tion is capable of attaching an-arylazogroup.

As substituents present in the benzene nuclei

named: ‘alkyl, alkoxy, aryloxy, alkylmercapto,
aroylamino, halogen, nitro, arylsulfonyl aryl-
aminocarbonyl. e

The diazo= sulfona.tes we use in

pending U. S. application Serial No: 561,087 filed
on September 3, 1931, in the name ‘of Arthur
Zitscher and Wilhelm.Seidenfaden.

As combining components of the aforesaid kind
may be named: 2-hydroxynaphthalene, its nu-
clear substitution products, as, for instance,
aroylamino-hydroxynaphthalenes, (2-hydroxy-
naphthalene-3-carbonyl) -amino-aryls (as. de-
scribed in U. S. Patents .Nos. 1,101,111 and
1,140,747)., (6-halogen- or arylamino-2-hydroxy-
naphthalene-3-carbonyl) -amino-aryls (see Ger-
man Patent No. 396,519 and British Patent No.
330,349) ; derivatives of 1-hydroxy-naphthalene-:
4-carboxyl1c acid (see U. S. Patent No. 1,453,660),
as, for instance, 1-hydroxy-naphthalene- 4-phe-
nyl-ketone; compounds containing an acidic

methylene group capable of being combined with -

diazocompounds, as, for instance pyrazolones and
derivatives of p-ketonaldehyde, for instance,
acetoacetyl-amino-aryls = and - di-(aceto-acetyl-~
amino) -~aryls.-(see U. S. Patent Nos. 1,594,864,
1,594,866, 1,594,867, 1,580,709, 1,634,090); dihy-
droxy-quinolines (see U. S. applications Serial
Nos. 352,317, 352,318, 352,319; British Patent No.
332,940) ; (2-hydroxy-carbazole-3-carbonyl)-am-
ino-aryls, (2-hydroxy-benzocarbazole-3-carbon~
y1) ~amino-aryls,.
bonyl) ~amino-aryls.

These dyeing preparations yield, when applied -

in an alkaline medium to fibers, by steaming only,
insoluble -azodyestuffs on the fibers.
Such applying to the fibers consists in dyeing

according to the one-bath-method or in print-

. we are not limited to the particular conditions

o_ur present -
invention are described and claimed in the co-

(2- hydroxy-anthracene 3-car-

(Cl. 8-—6)

mg The dyebath or the printing paste or also
the powderous dyeing preparations ‘themselves
are advantageously mixed with dyeing expedi-
ents having  wetting, emulsifying or dissolving
properties, ‘or also with the additional agents
customary . in using nitrosamine-printing-colors,
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. as, for instance c¢hromate, Furthermore suifur

is -advantageously added to. the printing paste.
Thereby- the quickness and the evenness of the
dyestuff  formation. is favorably influenced.

In order to further illustrate our invention the
following examples are given, the parts being
by weight and all temperatures in centigrade
degrees. But. we wish it.to be understood that
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or specific products mentioned therein,.

Example 1

A printing paste which contains:

63 parts of the sodium salt of diphenylamine-

) 4.4’ -bisdiazo-sulfonic acid

25 parts. of (2-hydroxy-naphthalener3-car-

bonyl-amino) benzene .

30 parts of caustic soda lye of 34° Bé,

20 parts of thiodiglycol
362 parts of water ’
500 parts of starch tragacanth-thickening
is printed on textile materials. The goods thus
printed are dned steamed for 7 minutes in the
Mather-Platt, rinsed hot and shortly soaped.

In this manner a beautiful bluish black print
is obtained. )

%5

80

85

Ezample 2 ’

By using a printing paste which contains 20
parts 1-(2'- hydroxy- carbazole - 3 - carbonyl-am-
ino)-2-methyl-benzene, 50 parts of. diphenyl-
amine-4.4’-bis-diazosulfonate and the. other in-
gredients of the paste used in Example 1 and
by working otherwise as described above a puce-
brown print is obtained.

4.4'-di-(aceto-acetylamino) - 33' d1methy1 di-
phenyl yields by an analogous process & brown
orange print. .
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Ezample 3 100

- A printing paste Wthh contams .
20 parts of the. sodium salt of 4'-methoxy di-
phenyl-amine-4-diazo-sulfonic-acid
15 parts - of (2-hydroxy-naphthalene-3-car-
bonyl-amino) ~benzene
.20 parts of caustic soda lye of 34° Bé.
15 parts-of thiodiglycol
430 parts of water
500 ‘parts of starch tr wacanth thickening
is printed on the materials. Then the goods are
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dried, steamed for 7 minutes in the Mather-Platt,
rinsed hot, soaped and rinsed again.

In this manner a clear navy-blue print - is
obtained.

Diphenyl-amine-4-diazo-sulfonate yields when
used in an analogous manner a more reddish navy-
blue print.

Example 4

A printing paste which contains
22 parts of the sodium salt of diphenyl-amine~
4.4’ -bis-diazo-sulfonic acid ‘ .
25 parts of 1-(2-hydroxy-naphthalene-3-car-
bonyl-amine) -2-methoxy-benzene
30 parts of caustic soda lye of 34° Bé.
8 parts of finely powdered sulfur -
20 parts of thiodiglycol
395 parts of water .
500 parts of starch-tragacanth-thickening
is printed, the goods are steamed for 5 ‘minutes,

“rinsed hot and soaped. In ‘this manner a full
‘ black print is obtained. i .

Example 5

o A  printing paste which’ contains:’

20 parts of the sodium salt of 4’-methoxy-di-
" phenyl-amine-4-diazo-sulfonic-acid

' 15 parts  of (2-hydroxy-naphthalene-3-car-

_ 7 bonyl-amino) -benzene ‘ ~
20 parts of caustic soda lye of 34° Bé,

.4 parts of finely powdered sulfur

. 20 parts of alcohol

15 parts of Turkey-red-oil

15 parts of sodium chromate solution 1:4
391 parts of water
500 parts of starch-tragacanth-thickening

is printed. The goods are dried, steamed for 5

minutes in the Mather-Platt and finished as de-
‘scribed above. -

" In this manner a dark navy-blue print is ob-
tained; by using a paste of lower concentration
beautiful light blue shades are obtained.

Example 6

A bleached calico fabric is impregnated in a
solution which contains: o
20 parts of the sodium salt of 4’-methoxy-di-
" phenyl-amine-4-diazo-sulfonic-acid ‘

, 15 parts of (2-hydroxy-napthalene-3-carbonyl-

" "amino) -benzene ‘

20 parts of caustic potash-lye of 34° Bé.
15 parts of alcohol
15 parts of thiodiglycol
15 parts of sodium-~ch:romate solution 1:4
50 parts of mucilage o tragacanth 65:1000
‘50 parts:-of water ‘
The fabric is dried and steamed for 7-10 minutes
in the Mather-Platt, Then it is rinsed hot and
soaped at the boil. :

In this manner a ilue-self-colored dyeing is
obtained. ‘

Zxamnple 7

A printing paste which contains:
16 parts of the sodium salt- of 3-methoxy-di-
phenyl-amine-4-diazo-sulfonic-acid -
15 parts - of 1-(2-hydroxy-naphthalene-3-car-
" bonyl-amino) -3-nitro-benzene
30 parts of ‘alcohol
T parts of caustic soda lye.of 34° Bé.
5 parts of thiodiglykol
454 parts of water

" 450 parts of starch-tragacanth-thickening

75

15 parts of neutral chromate solution 1:4
is printed. The goods are dried, steamed for 7

26.3 »parts

~30.0° parts of the disodium

1,920,542

minutes in the Mather-Platt and finished as de-

scribed above.

In this manner a

greenish blue print is ob-
tained. : o

Example 8
A mixture of:

. 32.0 parts of the sodium salt of 4’ -methoxy-di~

phenyl-amine-4-diazo-sulfonic-acid
of (2-hydroxy-naphthalene-3-car-
* honyl-amino) -benzene
6.0 parts of finely ground sulfur
8.0 parts powdered sodium hydroxide
is ground together. The mixture is made up to
a printing paste.  This paste is printed on the
materials, ‘which are then steamed and washed.
In this manner a clear navy blue print is ob-
tained.
: Example 9

A mixture of: ‘
'10.6 parts of the sodium salt of 3-methoxy-di-
phenyl-amine-4-diazo-sulfonic¢-acid
10.0 parts of 1-(-2-hydroxy-naphthalene-3-car-
bonyl-amino) -3-nitro-benzene
3.0 parts of sodium hydroxide
is ground together. The mixture is made up to
a printing paste. This paste is printed on the
materials, which are then steamed and washed.
In this manner a greenish blue print is ob-

- tained.

- ~Ezample 10
‘A mixture of:

salt of diphenylamine-
4.4’ -bis-diazo-sulfonic acid

28.6 parts of the di-sodium salt of 1-(2-hydroxy-
naphthalene-3-carbonyl-amino) -3 -nitro-
benzene o :

8.0 parts of flowers of sulfur

is ground- together. ‘The mixture is made up to a

printing paste, advantageously with the addition

of caustic soda lye. This paste is printed on the

materials, which are then steamed and washed.

In this manner a black print is: obtained.

In the following table we have inserted the
shades of a series of further dyeings or prints,
produced in an analogous manner:

(z—hydfoxfr-naphthalene-s-

8alt of the diarosulfonic Shad

acidof - carbonyl) compound of ade
Laminb;diphenylamine...- 2-amino-1-ethoxy-benzene.| Dark-blue
Do 5-chloro-2-amino-l-meth- | Navy-blue

oxy-benzene
SR 2-aming-1-phenoxy-ben- | Biue
) zene

4-amino-2 -methyl-di- | 1-amino-2.5dimethoxy- | Reddish

phenylamine benzene ' . gavy-

B . lue

4-amino - 2-methoxy - di- %amino—l-ethyl-benzene._. Dark-vio-

phenylamine .
13 7/ JO A,

2-amino-3-methoxy-naph-
‘thalene

let
Blackish
blue

4amino-2-ethoxy-di-| 2-amino-naphthalene...... Dark-blue
phenylamine. - - .
DO oo coureeacennsan| Z-aminoc-4chloro-l-ethyl- | Dark-blue
L . benzene
4-amino-2-phenoxy-di- 2-ethoxy-l-amino-benzene..| Reddish
phenylamine ) ’ : navy-
. - - : - blue
4-amino - 2'- chloro - diphe- 3-nitro-1-amino-benzene. . .| Dark-blue
nylamine .
DO i i Lamino-4-ethyl-benzene...| Reddish
] navy-
. . o blue
4-amino-3’-methyl-di- 5-chloro-2-amino-1-| Reddish
phenylamine methoxy-benzene niwy-
' " blue
4-amino-3’-methoxy-di- | 2-amino-1-methyl-benzene. Reddish
phenylamine dark-
Lo . . N blue
4-amino -3’ chloro-diphe- 3-amino-1-methyl-benzene | Navy-blue
nylamine ) '
4-amino-4’-methyl-di- | 4-amino-1-methyl-benzene Reddish
phenylamine dark-
blue
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1,920,542 3 ,
8alt of the diazosulfonic | (2-hydrox ,
. y-naphthalene:3-
aeid of Hasbonyl) compound ofs  Shade Salt of the diazosulfonic | (2-hydroxy-naphthalene-3-
-] d of
, carbonyl) compound of | Shade
4-amino-4’ -methyl - diphe- | 5 - chloro - 2 amind 1 R.. i |
2 - =1« edd
nylamine methyl-benzene eddisn ' d‘,‘g{,‘e'ﬁ’ym%ﬂed‘cm°“* R TR LT T S——— Datk-vio-  gg
' . bl
4 - amino - 4 - methoxy - | 2-amino-1-methoxy-ben- Darﬁ?blue ! d?gllllelg)lag dichloro- | 4-chloro- 2.5~ dimethoxy- R;%tdi“h
. diphenylamine zene By e l-amino-henzene violet
DO memeaa ) 4 bg;n‘ieno 1 - methoxy - |~ Da. ’ dlphegylan;inedwhlom' 3 benri\:gggxy - 1 - amino- | Blackish
zene
DO 4-ch RE 4 -amino -3 -methoxy--6.2’ - | 4-chloro-t-amino- violet
o ; Z(‘;Ill:?om 1 - amino - hen ~ Do. gﬁgggl]n lge chioro -di - ro-1-amino-benzense. .| Violet
T D0 i mmmm e chloro - 2 - amino - 1 - | Blue " 4-gmino-3-methyl-5
Do L oxy - ey - %‘xﬁﬁ?ﬁ?’n‘f §-shloro- 2. methoxy-1- | Reddir
.................... chloro - 2- methoxy - 1- | Dark-blue .  amine amino-benzene violet
D amino-benzene 4-amino - ¥ - nit di ino-ben: ‘
[ J—— —— 2-amino-naphthalene...._. Reddish phenylamine - 10 - di- | amino-benzene......... ---| Blackish
giwy- . . %slxmet-
ue ’ - 8 . ue
DOocmemmine e (4“1-0)3%.13;100- benzoylam- | Blue ! nﬁ?g.%?phgnygg%% ¢ | 28-dimethoxy-1-amino- | Brownish g
-benzene
[ o [ SRR S 1.(4’ - amino - benzoylam- Do. o 3&[;.1}1%1&01%5 3u-ngtilt]yl -1 2 - methyl - 1 - amino - Blg:vl;!:l?gh
mo) 2 - methoxy - ben- diphenylamine 70+ | benzens garnet
b 7 SR RE AR 3- ammo-l acetyl-benzene__ -Greenish s dﬁ’;ﬁﬁg;ﬁmme dinitro- | 1 b:fzi;:x% - 4 - methoxy - | Do,
) 5 7 3-amino-4- methoxy.l- B]ll)ll;m """""" womenee 1- amino - 3 - methyl - 4 - Do.
(dimethyl - aminosul ‘- 3. methoxy - benzene 95
o foyl)-benzene 2 it methyl - | 1 - amino - 2 - methyl -4 - | Bluish
O e 2- a;mnot 4 letli)yelsulfonyl Greenish amme nitro- diphenyl- |  methoxy-benzene garnet
. - 1- methy! nzene blue v
4 -amino - 4’ - ethoxy - di- | amino- mino - § - methoxy - | l-amino-3-ni )
phﬁnylamine . amino-benzene. -.......- - Do. 2' 4' dmxtro diphenyl- no-3 mtro-bemgne___ Tron-garnet
0. 2-amino-1-methyl-benzene. Dark-blus -~ e ni ‘
_ Bg' | 5-amino-L-methyl benzene. e .4 dalllllliit!;g-d ?pggrioﬁgmz;ng 1-amino-2-methyl-ben- | Brownish
- 4 - amino - 1 - methoxy - Do. 4 amino 3.2, 4,yt it zene . claretred 100
o benzene Jmino rinitro- [ 1-amino-2.6-dimethoxy- | Bluish .
L — 3-amino-1- chloro-benzene. .| Greenish . . 4. ;glggyf?'gfmemow ambi?oubl;e 3 garnet
blue. 7 47 - NZene. ... --------| Bluish
3.4 - ,g;gg; oro - 1 - amino -.| Blie infmedmltm diphenyl- » ‘ T black
2-amino-naphthalene....... Reddish 1- amino methyl - 4 - i
R : . g‘avy. 9 n;%tlhox}"benﬁ%e? Gxi)efi%lks'l 105
4-amino-4'-ethoxy - diphe-- 4’-amino- - U6, ing - naphthalene.... Do,
nylamine v né) O-gleggy?e&?gelggl il lzzunléno ;2-ethoxy - ben- | Blackish
DO cememcmmcmimiamaa 1 (#-amino-benzoylamino)- Do. 1-amino-3.4- dlmethoxy- Blgarglgn
; ‘3-nitro-benzene. K . 5-chloro-benzene ) -
4 ar§1no-4 -phenoxy di- 4-amino-1 ethoxy-benzene.| Reddish 1-amino- 3 - methyl - 4 -] Black
phenylamine - . : ELE S — . nxliiethoxy-benzene ' 110
} b - nylamino- | a - ish vi
4-%?3?3 g;;gfatglsl’ggercap-- 4-chloro-1-amino-benzene. . Blul: ° 4carb0nyl)-%1£}lenylagme mobenzene.......... - Blfé{Sh vio-
" S amino methyl - | 1-amino-2- -4
4-amino -4’ -chloro-diphe- 2-methoxy-1 -ammo ben-| Reddish benzene-sulfonyl)-di- ben'zgnemet'hyl 4-chloro-| Blue
nylamine zene navy- phlejnylamme ! .
blue : 1-amino-
4-%r$ggﬁ'§r’]al])ne§]zé)ylamln0- .2-chloro-1-amino-benzene..| C 1 : ar- DOecnir i 1'8miﬂo'g'2g:€;}$;iét-ﬁ:- N:gé’i?hlue
blue . oxy-benzene
o B methyl-4-meth- |- 2-ethoxy-1-amino-benzene | Reddish - 10-ssoacis iy gt o blue 115
oxy-dlphenylamme ) oxy-1-amino-benzene .- Redeh 4-ammo-3 methyl-'i’—lﬁéfﬁ:- i?ﬁ%ﬁ&ig}gﬁgnﬁgne“‘ Elue v
Do ooceoeiiaaaas 3-chloro-1-amino-benzene. - Greenish ox]};-dlphenylamme ybenzend v;;iil‘(llrist?lue
) blue - - [ 1-amino-3- -4- .
& ammé-é‘fﬁét'ﬁi;l‘if meth- .l.ﬂ’inm%'naphthalene ...... Blue D : OXY~benz!§§¢tahYl 4meth- | Navy blue
g ' 4 -"| amino- X 0 mm e -amino-4-
oxy-diphenylamine n_° enzene Blue v o i methylbenzene. | Reddish
L ikt 1-amino-napthalene ... ... ng]d igo- 4-grﬁglngg;methyl -diphe- | l-amino-3-nitro-benzene. .. G‘}‘;‘I‘“‘S’tllue 120
DOecmmnmn . immm——an 2-methy!l-l-amino-benzene_| D : © k- DO aiiae ezt te 1-amino-2-m . P blue
, . ) bluer ‘ 4-amino- 3-methoxy-dlphe— amiuwbenwexfg_y_l_?f_’{z_ene’ Dark blue
4-%m;7n&>£l;x£1e;gﬁﬁn-;neﬂl- 3-methyl-1-amino-benzene. Do. ny]l)amme S R%?SlSh
Xy~ i) - 0. oomiimmmimeera=a) 1-aminG-3- 5 o
4-amino-3-methyl-4’-chloro- | amino-benzene......-——.--- Reddish DO ooaciann e 'ﬂmmﬂgﬁzt;gxgegsgggne g}ue
diphenylamine ’gla r k- 4a£1$gg:yggle£yl-amino- l-ammo-z-methoxy -ben- Gl“é;ish 125
f-amino-2'-methyl-4'-chlo- | 3-nitro-1-amino-benzene D ;‘1 ee 4- aminoA’-nitro-dl henyl- blue
- pheny. lam1no-2~meth 1-be; i
4-;‘01;?;&11 egé%ﬁm;ﬁghcmo_ 1-aminc-naphthalene Rviolet. ' 2(2’ amino‘ henylamino) Y ﬂmne, R%(ligclih
ro-diphenylamine ) phtnaiens.---.. Sdad‘; g yk{ naphthalgne ylamino)- | amino-benzene.......... Blue
. 57 T, - 8
4 T:g;g g; gg?;g& -2'-0}110- thgo_ »-methoxy-1-ami- Dbl{:uar L . 1 a;x;ln?i _u_nfa-thoxy ben- R;;h%jsﬁ
- no-benzene violet ~ L s sty ALanm -amino-3-ch16i-5:f)é '''''' rk blue 130
4 - amino‘+ 4’ - methyl-3- | 2-methyl-1- o ety - y A nzene.., Do,
cmom_dlphenymmme methyl-1-amino-benzene.|Blue-violet 4 amim? diphenyl-amine. ... 74 % e-gé (23}13 d{)oxynaphtha. Dark violet
DOeemocmummmmonmann 3-nitro-l-nm1no-benzene_.- Greenish 3.3 - t-i(i?lrle%ltg;mlg?)
blue henyl )
4 - amino - 4 - methyl - 3’ amino-benzene. . .c.--e--- Reddish 4-amino- 4’- methoxy -di- o
ey cidlin  4-aming. 4 mtbory-di- | @hiomo [ 15 byony: | Dk ble
blue amino)-b )
4-amino-2 -methoxy-4- | 1-a . . enzene 135
. chloro- dxgla(;n)&lamu;]e . be’ﬁ‘,’égez 5 dxmethoxy Df,eetp- vio- DOz vunmm e 1- (t(xiapll)lrt%zll%uez shgdrgw- Dark navy
amino imethyl- ino- » b -3-carbon-
dlphenylamine 4 BMINO-beNZene. - ennommo- Reddish . ylamino) - 2 - methoxy- blue.
gi;lll'k- 4-chloro-benzene. -
DOreacmcamenann——— 2 bmethoxy -1- amino- Do.e ? hﬁ’féﬁ’ﬁ;"’g;’gﬁﬁfﬁ:ﬁ;" 80?“?&;
enzene o henviket - { Corin
4 - amino - 3.4’ - dimethyl- | 4 - ch S1- < : 4phenylketone {
dlphenylamme grcmlgéobegzegéethyl 1- | Dark-blue E O et R 1-(2-hydroxy - anthracene- | Bluish 14
4-amino-3.2' - dimethoxy-| 4 - chloro - 2 - methyl - 1- | Reddish 8- carhonylamino)- 2-) . green
diphenylamine amino-benzene blus Do methylbenzene ]
4-amino- 3.4’ - dimethoxy-| 5- chloro.- 2 - methoxy - 1- Reddish e 1 - phenyl - 3 - methyl - 5 | Brownish
diphenylamine amino-benzene blue Do.. 4 Eyrzg.olone red
DOuecemmcnnnsmnnmeeaae 2.amino-naphthalene._._... Greenish . T A o aesto éigfgf}i’;l‘ Birght vel-
DO 4 - chloro - 2 - methyl - 1- t]))lge 6. -;hbh eny vlq “?qv;g‘: h 14
4-amino -2.4’- dimeth aming;benzene ark. ‘lulgglz&e A-dihydroxy - C}t])ocomlc
oxy- | amino- ’ N
ey y- | amino-benzene. ... Darkcbluo _4-aming- & athory - di- | 1-(0- bromo. 2 hydroxy: Readish
Amino- imethoxy- | 4-chloro-1-amino- . - : - naphthalene - 3- carhon-
D araine y- | #cblore 1-amino-benzene Do vlamino) - 2 - me,}mxo;}_ dark blue
3 . benzene
D 150
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Salt of the diazosulfonic | (2-hydroxy-naphthalene-3- )
- acidof . - . |- carbonyl) compound of Shade
-amino-4’-ethoxy-diphe- | 1-(6-bromo-2- hydroxy- | Greenish
‘ nylamine, (s ' naphthalene-3- carbon- blue
R o ylamino) - naphthalene’ -
DO ceemenciacsmanees] 1.4-di- (2-hydroxy-naph- | Navy blue
thalene -3 - carbonylam-
ino) - 2 - methyl - 5 -
methoxy-benzene .
DOeermemcsommnnna- 4.4’-di-(2- hydroxy-naph- | Greenish
thalene -3 - carbonylam- ue
- ino)-benzo-phenone .
4 - amino - 3 - methoxy-di- | 1-(2- hydroxy - anthracene- Bluish
" phenylamine 3. carbonyl - amino)-2- green
methyl-benzene :
4.4'-diamino-diphenylam- | 2-hydroxynaphthalene_..__ Corinth
ine ! o
5 7 TR 1-(2 - hydroxy - naphtha- | Black
lene - 3 - carbonylamino)-
2-methyl-benzene B
b 0 7 2-(2 - hydroxy - naphtha- | Black
; lene - 3 - carbonylamino)-
e . ~ | -naphthalene
4.4’- diamino - 2 - ¢hloro- | (2 - hydroxy - paphtha-| Black
3.3’- dimethyldiphenyl - 1eéno - 3 - carbonylamino)-
amine benzene s

" Since an object of the present invention is to
produce .dyestuffs  of good fastness properties

“which dyestuffs are insoluble in water and alka-
“lies, it is to be understood “that the  aromatic

nuclei of the general formul® appearing in the

" appended claims contain no substituents. as are
-

known to render organic. compounds soluble in
water or alkalies and to tend to-depreciate the
fastness of the dyestuffs to alkalies. Substituents

. = of this kind are the sulfonic acid, the carboxylic
..acid and the hydroxy group. :

35

We claim: e
1. As new compositions of matter the dyeing

. preparations comprising a diazo-sulfonate of the
" diaryl-amine series corresponding to the probable

40

45

general formula:
X—NH-_R—N=N—SO3;—alkali-metal
wherein X means a naphthalene nucleus or a

radical of the benzene series which may contain
in the para-position to the NH-group a further

. —N=N—S0s5—alkali-metal group and-R means a

radical of the benzene series and :a combining

~ component containing a hydroxy or a. O-alkali-

50

85
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metal group whereof the adjacent position is
capable of attaching an arylazo group, which
dyeing  preparations yield inthe presence of
caustic alkall by steaming azo-dyestuffs insoluble
in water and alkall, R

2. As new compositions of matter the dyeing
preparations comprising a diazo-sulfonate of the

diarylamirie-series corresponding to the probable :

general formula:
X NH-R—N=N—S0s—alkali-metal

‘wherein X' means & naphthalene. nucleus or a

radical of the benzene series which may contain
in the para-position to the NH-group a further
—N=N—SQ3—alkali-metal group and R means a
radical of the benzene series and an azo coupling

component which contains a hydroxy. or a O-

alkali-metal group, a free ortho-position relative
to the said group capable of attaching an arylazo
group and which may contain as substituents
aroylamino, aroyl, arylaminocarbonyl, 'which
dyeing preparations yield in :the. presence of
caustic alkali by steaming azo dyestuffs insoluble

“in water and alkali.

3. As new compositions of matter -the dyeing
preparations comprising a diazo-sulfonate of the

1,020,542

diphenylamine series correspondiné to the
probable general formula

Y—QNH—-QN:N—Soa—axkan-memx

wherein the benzene nuclei may contain alkyl,

_alkoxy, aryloxy, halogen or nitro and Y means

hydrogen or one of the aforesaid substituents or
a second—N=N--S03—alkali-metal group and a
combining component containing a hydroxy or a
O-alkali-metal group whereof the adjacent posi-
tion is capable of attaching an arylazo group,

“which dyeing preparations yield in the presence

of caustic alkali by steaming azo-dyestuffs in-
soluble in water and alkali.

4. As new compositions of matter the dyeing
preparations comprising a diazo-sulfonate of the
diphenylamine - series corresponding to the
probable general formula:

YNH—Q—N:N—SO:—alkaIi-metal

wherein the benzene nuclei may contain alkyl,
alkoxy, aryloxy, halogen or nitro and Y means
hydrogen or one of the aforesaid substituents or a
second—N=N--S03—alkali-metal group and an
azo ‘coupling component  which ~ contains ' a
hydroxy or a O-alkali-metal group, & free ortho-
position relative to the said group capable of at-
taching an arylazo group and which may contain
as substituents aroylamino, aroyl, arylamino-
carbonyl, which dyeing preparations yield in the
presence of caustic alkali by steaming azo-dye-
stuffs insoluble in water and alkali.

5. As new compositions of matter the dyeing
preparations comprising a diazo-sulfonate of the
diaryl-amine series corresponding to the probable
general formula:

X— NH—R~—N=N-—SO03-—alkali-metal
wherein X means a naphthalene nucleus or a

" radical of the benzene series-which may contain

in the para-position to the NH-group a further
—N=N—SO3—alkali-metal group and R means a
radical of the benzene series; and a (2-hydroxy-
naphthalene-3-carbonyl) ~-amino-aryl of the for-
mula:

0H
-CO—NH—Z

wherein Z means a radical of the benzene or
naphthalene series, which dyeing preparations
yield in the presence of caustic alkali by steam-
ing azo-dyestuffs insoluble in water and alkali.

6. As new compositions of matter the dyeing
preparations comprising a diazo-sulfonate of the
diphenylamine. ' series . corresponding fo the
vrobable general formula:

Y—-<:>-NH—C>-N=N—SOs—alkuli-metal

wherein the benzene nuclei may contain alkyl,
alkoxy, aryloxy, halogen or nitro and Y.means
hydrogen or one of the aforesaid substituents or
a second—N==N—SOz—alkali-metal group, and
a (2 - hydroxy-naphthalene-3-carbonyl) - amino-
aryl of the formula: ’

OH
—CO—NH-Z

wherein Z means a radical of the benzene or
naphthalene series, which dyeing preparations
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yield in the presence of caustic alkali by steam-
ing azo-dyestuffs insoluble in water and alkali.

7. As new compositions of matter the dyeing. .

preparations comprising a diazo-sulfonate of the
s diphenylamine series corresponding to the prob-
able general formula:

QNH—Q—N=N—soa—alka1i-memx B

10 wherein the benzene nuclei may contain alkyl,
alkoxy, aryloxy, halogen or nitro, and a (2-hy-

droxy-naphthalene~3-carbonyl) ammo aryl of
: . . .+ in :¢laim -6, .drying .the fibers thus.applied to,
‘ steaming and finishing by rinsing and soaping.

the formula:
15 S —OH ‘

CO-NH~Z - -,

(wherein Z means a radical of the benzéne or-

20 naphthalene series), which. dyeing preparations

azo-dyestuffs insoluble in water'and alkali.
8. As a new composition of mattdr the dyeing
preparation consisting of

25 32, 0 parts of the sodium salt of 4’-methoxy-di-

phenylamine-4-diazo-sulfonic acid
26, 3 parts of (2- hydroxy naphthalene-3-car—
bonyl) -amino-benzene
6 parts of finely ground sulfur

30 8 parts of powderous sodium hydroxide,

which dyeing preparation yields, when brought

onto fibers, by steaming clear navy blue dyeings

and printings.
9. As a new composition of matter the dyeing
preparation consisting of

10, 6 parts of the sodium salt of 3-methoxy-di-
phenylamine-4-diazo-sulfonic acid

10 parts of 1-(2-hydroxy-naphthalene-3-car~
bonyl) -amino-3-nitro-benzene

40 3 parts of sodium hydroxide,
which dyeing preparation yields, when brought
onto fibers, by steaming greenish blue dyeings and
printings.

10. As a new composition of matter the dyeing

45 preparation consisting of

30 parts of the disodium salt of dxphenylamlne-

4.4’ -bis-diazo~sulfonic acid
28, 6 parts of the disodium salt of 1-(2-hydroxy-
naphthalene - 3 - carbonyl) ~amino -3- nitro-
benzene
8 parts of flowers of sulfur,

which dyeing preparation yields, when brought

onto fibers, by steaming black dyeings and print-

ings.

55 11, A process which comprises applying to
vegetable ‘fibers the dyeing preparations claimed
in claim 1, drying the fibers thus applied to,
steaming and finishing by rinsing and soaping.

12. A process  which comprises applying to

08 yooatable fibers the dyeing preparations claimed
in claim 2, drying the fibers thus applied to,
steaming and finishing by rinsing and soaping.

13. A process which comprises applying to

85 vegetable fibers the dyeing preparations claimed

35

50

70

1

- table fibers with a paste containing
yield in the presence of caustic alkali by steaming

20 parts of the sodium salt of 4’-methoxy-di-

5

in claim 3, drying the fibers thus applied to,
steaming and finishing by rinsing and soaping.
. 14. A process which comprises applying to
vegetable fibers the dyeing preparations claimed
in claim 4, drying the fibers thus applied to,
steaming and finishing by rinsing .and soaping.
15. A process which comprises ‘applying to

80°

vegetable fibers the dyeing preparations claimed

in .claim 5§, drying the fibers thus applied fto,
steaming and finishing by rinsing and soaping.

16. A process which comprises applying to
vegetable fibers the dyeing preparations claimed

85

17. A" process which comprises “applying to

- vegetables:fibers the dyeing preparations ciaimed

in- claim- 7, drying the fibers thus' applied to,
steammg and finishing by rmsmg and soaping.

18."A process which comprises printing vege- o5
20 parts:of the sodium. salt -of 4’-methoxy-
’ diphenylamine-4-diazo-sulfonic acid
15 parts of ' (2 - hydroxy-naphthalene-3-car-.

bonyl-amino) -benzol
20 parts of caustic soda lye of 34° Bé,
4 parts of finely powdered sulfur
parts of alcohol :
15 parts of Turkey red oil
15 parts of sodium chromate solutmn 1:4
parts of water
500 parts of starch-tragacanth-thickening,
drying the fibers thus imprinted, steaming and
finishing by rinsing and soaping.

19. A process which comprises printing vege-
table fibers with a paste containing 110

25, 6 parts of the sodium salt. of 4’-methoxy-
diphenylamine-4-diazo-sulfonic acid

20 parts of 1-(2-hydroxy-anthracene-3-car-
bonyl-amino) -2-methyl-benzene

9 parts of caustic soda lye of 34° Bé.

20 parts of thiodiglycol

20 parts of alcohol
405 parts of water -
500 parts of starch-tragacanth-thickening,
drying the fibers thus imprinted, steaming and 120
finishing by rinsing and soaping.

20. A process which comprises impregnating
vegetable fibers in a bath containing

100

105

115

rhenylamine-4-diazo-sulfonic acid 125

15 parts of (2 -hydroxy - naphthalene - 3 - car -
bonyl-amino) -benzene -

‘20 parts of caustic potash lye of 43° Bé.’

15 parts of alcohol

15 parts of thiodiglycol

15 parts of sodium chromate solution 1:4

50 parts of mucilage of tragacanth 65:1000

50 parts of water,

drying the fibers thus impregnated, steaming and
finishing in the usual manner.
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* CERTIFICATE OF CORRECTION. |
Patent No. 1,920,542, - © August 1, 1923,
" ARTHUR ZITSCHER, ET AL.

It is hereby certified that error appears in the printed specification of the
above numbered patent requiring correction as follows: Page 2, line £l for
© "34°" read 43°; page 3, column 1, line 72, for "4-amino-2.4 "-dimethoxy-" read
4-amino-2 .4 '-dimethoxy-; and line 144, column 5, for "Birght" read Bright; page
"5, line 135, ' claim 20, for "in the usual manner" read by rinsing and soaping;
" and that the said Letters Patent should be read with these corrections therein
that the same may conform to the record of the case in the Patent Office..
" Signed and sealed this 28th day of November, A. D. 1933.

F. M. Hopkins .

(Seal) - S o Acting Comniissibner of Patents,



