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. GOMPLETE SPECIFICATION.

" Progess for the Parification of Aloohels Obtained by the Catatysed
Tateraction of Hydrogen with  the Oxides ¢t Carpon.

- §, Anemor Canpsxaln, British subject
of 24, Southampton Buildings, London,
W.0. 3, do hereby deelore the nabure of
thiy lnvention (which has beem commuii-
cated to me by L G. Ferbenindustrie
Abtiengesellschmalt, o Jomb Hiock Com-
panry orgenised usder the laws of Ger-

© . memy, eof Frankfort-op-Medn, Germvamy,)
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gnd in whes manuer the same Is 50 be

performed, to bs partienlady deseribed
and ascertained in and. by the fullowing
ptoformeng s — -

This preention relates fo the porifica-
fon of -symehebis products, comprising
aleohals of the mest veried End, suelr as
methanol, isobutyl aleolwl and the like,
obiuined by the catalysed intcraction of
hydrogen with the oxides of carhon.

Synthetie ~ products from  carbonie
oxides and hydrogen, such ss methanal,
isobutyl alechol and the like, scmetimes
postess & peculiar unpleasant  odour
suused by the presence of small quantities
of various undesired subsfanccs. ‘Lhese
impurities generally interfere with the
purificagion of she synthetic products and
of their distillafion fracHons, since the
eustomary purification methods applied,
for cxsple, to methyl alechel, ¢.g. frac-
tiomal distillation M a2 column apparatus,
in most instanees do- not suffies fo pro-
duve a high quality prodact as regerds
beiling point, stability to permanganabe,
odonr and the like.

Tn accordance with the present inven-
tivw this disndvantage is removed.

The progess of purification in accord-
ance with tlis invention is hy the treat-
ment nf the synthetic product or of the
distillation fraotions thereof with oxidis-
ing agents, with or withont the addition
of relatively non-volabile alkalies or
organic bases and of meballic halides
ather than allali halides, if mecessary
diluting with waber before or during dis-
tillatien snd with or withoul trestment
with purifying apents acting by adsorp-
Lien.

The quantities of the oxidising agents
required are very small. I} is nob neees-

- sury lo cmploy an amound of oxidising

agent, for example, permanganate, which
would oorraspund to the oxidisable sub-
[Price 1/-]

gtances, wideh are destroyed thereby ab
ordingry femperature, but it is sufficlent t6
ddd, for exasnple, coly 8.1 fo 0.8% of per-
creigannte caleutated on (he waight of
the raw product in order to imprave its
quality . very considerably. The freal-
ment is exfremély simple.  The rvequisite

qmantity of potassium permanganate or

other oxidising agent, sieh as hydrogen
peroxide, persuipliate, perborate, —per-
carbonate, bypohalibe and the lkeis dis-
gofved in water and the syunthetic raw
product or fts distilfation Irections are
gradually stiered with this solution.  The
porifying action begins immediately. -

The addition of other purifying sub-
glances, for example, cuustic soda sofu-
tion, sodiumy bisulphite or exalic acid to
the distilling liguid during the distilla-
tion is very often advantageous. Tt is
further of considerable advantage to sub-
jeet the raw produst or the fractions
thereof %o a treatment with purifying
agents ecting by adsorption, such as for
example, Fuller's earth, decolouriging
earbon, active carbon, siliea gel and like
active purifying substances.

In the case of certain especially im-
pure products it has also been found to
be advantagecus fg add to the synthetic
product or ‘the distillation fractions there-
of, nfter the ~treatment with oxidising
ngents, small ‘quabdities (abouk 0.3 to
0.59, of the weight of (He raw producf)
or relzbively non-volstile cuganic bases,
such as for exemple, efude phenylene
diamine {chiefly’ m-phenylenadiamine),
crude tolnvlene diamine {chisfly 1.2.4-
toluylene diamine); ammoplienols, phenyl
hydrazine and the like. The initial pum-
fying effect due to the welion of the oxidis-
ing sgent iz supplemented by this affer
treatment with orgnnic hases.

The following example illustrates fhe
Invendlon: — :

20,000 kg, of methandl produced from
hydrogan and the oxides of earbon are
gendually mixed ab ordinary temperature
in a stiring apperatns (in the vourse of
about one hour) by sbirring, with a solu-
tion of 80 kg. of potassium permangan-
abe ir water and the mixbure is them frac-
tionated in an ordinary column in the
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imown maenner with or without the sddi-

Hon of water and of relatively nou-volafile
orgauic hases. . . .

raw methanol previovsly treated
with potassium  permanganate gives, on
distillation, as mentisned above, a higher
vield of purs methanol and a consider-
ably purer end produect then the raw
methanol without previous chemiog] prri-
fication with permanganate.

In such eases when the raw producs also
contains,  besides  obher impurities,
ammonia or  relatively volatils arganie
bases, it iy treated for the purpose of fix.
. 10g thess. impuribics {in addition te the

trealment with oxidiring agents) with,
metallie halides other than sliali halidag
v or with solutions Shereof, for example,
zine chloride, and then distilled.

" Produate are thus obtained, which ars
complefely ‘fred from ammoenig and
organic bases. The quantity of metallic
halide vsed depends on the quentity of
impurity pressuif.

" Having now perficularly deseribed and
ascerbained the nature of my said inven-
tion and io what menner the game {g
%0 be perlormed, T declars thut what T
claite jg:— .

1. Process for the purification of
aleohols obtained by the catalysed mter.
aetion of hydrogen with the oxides of
carbon, sueh gy methancl, isobutyl
alechol and the like, in wiieh the gy~
thetic product or a gistillation fraction
thereof Is treated with an oxidising agent,

2. Process ss claimed in claim 1 in
which a relatively non-volatile allsli or
organic base end/or metallic halide other
then an alkali halide is added.

8. Process as claimed in claim 1 o 2
in which the producis to ba purified are
dilated with water before op during dis-
tillation,

4. Process as elaimed in elaims 18 in

which & purifying substance acting by
sdsorptiom is employed.
. 8. Process for the purifieation of
methanol obtained by the eatalysed infep-
eetion of hydrogen with the oxides of car
bon, substantially as deseribed with refer-
enee to the example,

Dated the 16th day of February, 1028,
- CARPMAELS & RAN! BFORD,
- Agents for the Applicant,
24, Southamplon Buildings, London,
W.L 8,

Abingdon ;
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