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PROVISIONAL SPECIFICATION

Improvements in the Manufacture and Production of Oxidation
Prodacts from Mixtures Containing Paraffin Waxes

I, Grorer WirniaM Jomsson, o British
Subject, of 47, Lincoln's Tnn Fields, in
the County of Loudon, Gentleman, de
herehy declure the nature of this inven-

5 tion (which has been communieated to
1ne from abroad by I. (4, Farbenindustric
Aktiengesellschaft, of Fraukfort-on-
Main, Germany, a Joint Stock Compeny
vrgunised under the Taws of Germany)

10 {0 ba as follows:; —

" My foreign correspondents huve found
that for the productive of oxidation
products of paraffin hydroecarbons these
par products are especially suitable

18 which have been recovered by treatment
with zitrobenzene or other aromatic
nitro-hydroearbons or mixtures eomtain-
ing the same from cmde wmixbures
containing parvaffin waxes which contain,

20 in addition 1o the poaraflin  waxes,
olefines, aliphatic compounds of low
molecular  weight and aromatic or
naphthenic constituents, In the snid
manner the paraflin waxey are separated

26 from 1lhe crude Initizl materials.
Nitrogenons  oxidising  agents, in
partionlar nifvic acid or =niirous gescs,
are suitable for the oxidation.

Initial materials suitable for the

30 process according to this invention are
for example tfar producls containing

raffin waxes, stch as browe coal fars or

ydregenation products of coals, tars and
the 152. The said initial wmaterials ara

36 mixad for example with about an equal
or greater or smaller smount of nitro-
bensene, prefersbly while heatling
slightly, as for exammple to 60° Centi-
grade, stirred well, cooled to a low

40 temperatnrs, es for cxample 15° Cendi-
grade, and allow to stand for some time.
The nitrobenzene soluidon iz then
separated from the deposited paraffin
waxes, the latter, which wsually still

46 contain considerable amounts of nitro-
hengene, then being subjected to
nxidation. Tn many cases it is preferable
to “free the peraffin waxes confaining
nitrobengene from the latter before the

50 oxidation, us for example by heating or
by freatment with steam or the Hke.

Dinitrobenzenes, chlornitrobenzenes or
solyent mixtires, as for example

Lrice 1/-1

mixtures of nitrobenzene smrd chlormitre-
benzene, muy alse be wsed instead of 5B
nitrehenzene,

The oxidalion is effected in lknown
menner, as for example by heating tha
paraffic waxes obtained with concentrated
nifric acid, as for czample nitric acid GO
containing 45 per cent. of HNOQ,, or by
tresting with nitrona gases. Generally
speaking tha oxidation is earried out
while heating slightly, as for exorople-to-
tfrom about 507 t¢ 80° Centigrade. After 65
the ozidation, the resulting product is
washed +with water and dfreed from
combingd nitrogen, os for example by
bheating with alkelies. In this way
oxidation products of o high degree of TG
purity are obtained which may be msed
with advantage as initial maderials for
the preparation of seaps or assdstenis for
the texiile and related indusfries,

The following Example will furiher 76
illustrate the natmre of this invention
but the inyention is not restricted io this
Fzamyple. The parts are by welght.

Exaurep,

18 puarts of nitrobenzene are added at 80
abont 50° (entiprade to 10 parts of
dchydrated brown eoal tar and the whole
stirred well. The mizture is then eyoled
to 16° Centigrade; afier some time the
nitrohenzene solution separates from the B
depositad parafiin_ wax.,  The ecrude
paraflin wex thos obtained has o good
crystalline form and may readily be
filtered; it still has a high content of
nitrobenzene, It Is then treated aé about 80
80° (entigrade with four times the
amownd of 46 per cenl. nifrie aedd
ealeulated with reference to the parafin,
wax free from nitrobenzene, umtil a
sample of the produet freo from acid and” 95
nitrobenzene has a saponificslion vulue
between 100 and- 200. The reaction
mixtare is then allowed to sfand un#il &
separation info two layers takes plase, of
which eone layer consists of nitric acid 190
and the other of o viirobenzene solution
of the vxidalion product formged. After
geparating the layers, the nitrohshzene
golution i3 treated with water, The nitro-
bengene is then distilled .off, prefergbly. 105
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under reduced pressure. A parafic wax

. oxidation product conteining nitrogen is

thus obtained which is worked up in the

uguul manner and from which fatty acids

& especially smitahle for the prepuration of
soaps may be obtained. :

If the oxidation be earried further,

for example so that the produclt has a

saponification value of moze than 200, as

10 for esample 300, there may be recovered

from the oxidation produet net only

monocarhoxylic acids but also censider-
-ahle amounts of dicarhoxylic acids,

The crude purafiin wax used far the _

oxidation may also be Ireed from 15
combined vitrobenzene, as for example
by ireatment with steam, On the other
hand in many eases it is advantageous
to add further amounts of nitrobenzens
te the crude parafin wax befors the
oxidation; in this way the course of the
reaction may he randered milder,

Dated this Tth day of Octoher, 1038,
J, Y, & G W, JOENSON,
47, Lincoln's Ton Fields,
Lordon, W.0.2,
Agents,

COMPLETE SPECIFICATIOR

Improvements in the Manufacture and Production of Ozidation
Products from Mixtures Containing Paraffin Waxes

I, Groror WILLtaM Jomwsow, a British
Bubjeet, of 47, Linscln’s Inn Tields, in
25 the County of London, Crenileman, do
hereby declare the nuture of fhis invea-
tion (which has besn eommunicatsd to me
from abroad by X. G. Farbenindustrie
Aktienpesellschaft, of  Irankfort-on-
80 Main, Germany, a Jeint Stock Compeny
organised uader the Laws of Germany)
an‘gl,iﬂiln what manner the same iz to be per-

- formad to be particularly deserihed and

ascertained in and by the following state-

85 ment:—
My foreigh eorrespondents have fuun

that_fechnically valuable products eam be

obtained by dissolving products contain-

considerable amounts of high-mole-

40 (ﬁr solid parafin hydrocarhons besides
tar-like substances, olefines, aliphatic
componnds of low molecular weight and
aromalic or naphthenic constituents, In
noramlly Houid axomatic niiro-hydrocar-

45 hons or mixtures containing the same,
enoling the selutions obtained, separating
the solid peraffin hydrocarbons which

havoe been. precipilated, and oxidising the

latler while using eitvogencus oxsidising
B0 agents. )

Initial materials suitable for the pro-
cesy aceording to this invention arxe for
example {ar products containing paraffin
waxes. such 21 brown coal tars, or hydro-

enation praducts of ceals, tars amd the

55
ike., Suitable solvents are for examplc

nitrobenzens, or mixtures containing it,.

as for esample mixtures of nitrobenzene
and chloxniirobenzenes. The said initial
60 materials are mixed for example with
about an ‘equal or greater or smailer
amount of nitrobenzehe, preferably while

Jeating slighily, aa for example to'. 50°

Centigrade, slivred well, covled to a.low

65 temperature, as for example 15° Canii~
-.grade, and allowed to stand for sothe e, .

_tarbons _separated
* describad ahove which siill contain part of

The nitrobenzene solntion Is then
separated from the deposited parefin
waxes, the latter, which usually sfill von-
tain considerable amounts of mnitrohen-
zene, then Dbeing subjected to oxidation.
In many cases it is preferable to {free the
?ara-ﬂin waxes containing nitvobenzene
‘rom the latter hefore the cxidation with
nitrogennus  oxidising agents. as for
example by heating or by treatment with
steam. or the like. ~ Tt may alsy be advan-
tageous to subject the solid paraffin hydro.
off in the manner

70

1]

B
the solvent employed for a second and if
desired o third fime to the sameo freatment
while employing the same or enother sol-
vent or mixture of selvents of the type
hereinbefore. defined.  In this manner
high-molecular parafin hydrocarbons of
a higher degree of purity are ohtained
than by a single treatment.

_ The oxidation is effected it known man-
ner, by beating the parafiin hydrocarbons
with nitrogenous oxidising agents, in
paxticular nitric acid or nitrous gases. I+
18 prefersble to work while using eonteen-

80

. frated nitric acid, as for example nitric

aeid couleining 45 per ecent. of HNO,. 95
Generally speaking the oxidation is
carried out while heating slighily, as
for example to from about 50° to
100° Centigrade. After the oxidation
the resulting product is separated from
the nitrie acid and then freed from adher.

100

" ing nitric acid by washing with water or

warming. desized the oxidation pro-
duct may also be freed from orzanic nitro.
gen compounds for example by iresting 105
with alkaline reacting substances. In
this way oxidation products of a high
degree of purity are obtained which mav
be used “with advantape as initia
materialy for the preparation of soaps or 110
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assistants for the textile and related
industries,
The following Examples will further
illustrate huw the said invention may be
& carried out in practice hut the invention
is not restricted to these Fxamples. The
parks are by weight.

’ Exaverr 1,
10 porls of nitrobenzene ars added at
16 gbout 50° Centigrade to 10 paris of
dehydrated brown enal tar and {he whole
stirrad well. The mixture iy then coolad
to 15° Cenfigrade; after some time the
nitrobensene solation separates from the
15 deposited paraffic wax. The exrnde paradin
wax thus obtained has a good crystelline
form and may veadily be filtered; it still
has » high content of mitrobenmene. I
is then treated st about 80° Ceniigrade
20 with four times the amouxnt of 45 per cent.
nitric acid ealeulated with reference to
the paroffiin wax free from nitrobenzene.
uotil o sample of the produet freed from
acid and nifrohenzene has o saponification
25 value between 100 and 200. The reaction
mixture is then allowed {0 stand unti] a
separation into two layers takes place, nf
which one layer consists of nitrie aeid and
the ¢ther of a nitrobenzene sotukion of the
oxidation product formed. After seimrat-
ing the layers, the nitrobenzene solution
is treated with water. ;
is _then distilled off, preferably under
raduced pressure. A pazraffin wax exida-
85 tion product containing nitrogen is thus
obtained which is worked up in the usual
manner and from whkich fatly acids
especially suitable for the preparation of
soaps mey be obtained,

I]E the oxidation be narried further, for
example so +that the produet has =
saponifieation value of more than 200, as
for example 300, there may he recovered
from the oxidation produet mot only
456 monocarboxylic acids but alss consides.

able amounis of dicarboxylic acids,

The crude paraffin wax used for the
cxidation may also be freed from admized
nitrobenzene, ag for exampls by treatment

50 with steam. On the other hand in many
oeses it 18 advantapeons o add further
swounts of nitrohengens tv the crude
paraffin wax before the oxidation; in this
way the ocourse of the reaction may be

55 remdered milder.

40

ExaveLn 2,

100 parts of nitrobenzene ure added to

100 parts of brown coal tar at 507 Centi-
grads. The solulion obtained iz cooled
60 down to 15° Ceutigrade while stirring.
Afler some time the paraffin lydro-
carbone preeipitated arve separated from
the nitrobengene solution by fliration.

The pitrobenzene -

Thus 33 parls of solid paraffin
kydrocarbuns contzining nitro-benzens 65
are obtained which are then subjected
to a second purifieation treatment with
66 oparts of nitrobeagene at  B0°
Centigrade. The solution is ther oooled
down fo 20° Centigrade while stizring 70
and ~ the  parafin = hydrocarhons
precipitated ‘are ‘again separated by
filtzation, After istilling  off the
adhering ‘nitrobengens from the parafin
hydrocaxbons wuder reduced pressure, T5 °

e parafin’ hydrocarbens are -subjectad
to the action of nitric acid of 60 per cent.
strength  at 90° Centipvade wntil a
sample of the oxidation prodwet has a
safoﬂiﬁcation valug greater than 200. 80
After standing for some time fhe
mixture seperates into two layers, one of
which consists of the oxidution prodwuet,
the other of niftric acid. The layors
wre geparated; The oxidation produet 85
is then freed from adhering nitric acid
by heating up to 120° Cenbigrade. Tt
ean be worked up in uwsual mamner for
PeCOTETL fatty acids which nre
pa-rlsicnlgfly suitgble for the preparation
of soaps.

Having now partienlarly described
and ggeertained the nature of my said
invention and in what manner the same
is to be performed, T declare that what 0f
T claim igse—

1. The process for the munzfacture
and production of oxidetion produets of

orafiin. hydrocarbors, which comprises

ssolving products containing consider- 100
able smounis -of high  molecular solid
porallin: - Kydrocarhons hesides tap-like
substances, alefines, aliphatic compounds
of low moleculsr weight and aromatie or
naphthenie constitnents in normally 105
liguid aromatic wnitro-hydrocarbons or
nuxiures coniaining the same, cooling
the selutions ubtalned, separating the
solid paraifin hiydrocarhong which have
been precipitated and oxidising the 110
latter while wsing nitrogenous ox1dising
agents,

2. In the process claimed in claim 1,
subjecting the high molecular solid
paraffin ~ hydrocarbons  obtained by 115
treating the erude product with aromatic
nitro-kydrocarbons or mixtures contain-
ing the safhe for u second or third tims
to a similor freatmevt prior to the

el

oxidation:

3. The process for the manufacture
and preduction of oxidation products
substantially as deseribed in each of the
foragoing Exumples,

4. Oxidation produets when: obiained 125
according "o the process particularly
described ‘and ascertained or ifs ohvigus
chemical eguivalents,

120
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- ~ 71.Y.&G. W. JOINSON,
Dated this 10th day of September, 1937, 47, Lincoln’s Ton Fields,
ST Yondon, W.(.2,
' Agents,

Lesmingtan Spa: Printed for His Mejssty's Stationery (ffice, by the Courier Press.—1938,




