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1yses are not reported since methane re-
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uingle experiments were: unfor~ ‘
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Thn'density
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2 iﬂulfite~ureatment e mixture
he Samen
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& action B0-84 deg. (1245 ml. e
te fraction° m*ght contain the azeo~
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lihﬁ igcnutanol*‘althou the uzeotropie mixture of this alcobol with:
fols] nLy 2t 89,8 deg. ~But ethanol is- only oercep«t
'htly poaiuive iodofo;m test)er
giving a gre ter
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Fractlon&te distillation of 1160 ml gave the following results' _7
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:Furtherno*e after salting-out and drying with K2003x 88 ml*ﬂisobuty3
oilsW (7;0% by, Vole)os

A By fractionating the oil (boiling et rted at L Qeg C.) the_jA,
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' ' , by ”_53?; - Poosibla ons ltuent°; b
un;te 19 Qeg.’cﬂooe... 6eOrml"7f Nethanol»water' thanol icdoformm.
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v falso in these cases the relatively”high content of combined acid'f
- remained-remarkable (L+5%) L o

. In an’ experiment.of 1onge nduration o deg. 12) at1400 deg.
-.and. approx.” 1000 lit/h gas. velocity, where the same arrangement of -
. catalysts as montioned aust here. above was: used, the. production of
';condengate was 595 5 ml in ll hours thus _average 5¢lm1/hour '
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”'xProblem*‘ Reaction-of Gdrbon Monox
‘ (OXO-Reaction) o

vv:'Product Studiesz' (Gemdssmer, Berg)

iy On ‘he request of Dro Wenzel three differentl oal distillationj

fractionu were delivared to us, by Blechhaamero “These fractlons:

*Were reg‘ ' : ' W TeoIT ~Samples: I “nd'II i
‘brown' colored liqu ds while sample ITY was & blackish &

‘:brown fraction beiling above: 200 deg. Ce and with a demsity higher =y

_than 1:00. Samples T and II were ‘Oxo-treated and hydrogenated with~ L

’.Lfout any Dretreatmento‘ The results are summdrized jn%Table A

Which are subject ! -1 nent hss the sam ord,
“wilth these. carbonization products as, is th C&
‘tio ‘oaucts obtained fro :
7le




Oxo~Treatment of Fractions from Hungarian Crdcked Ga5011.:~_,"

The percentages in rhe one but last column in Table B give -
+ho distribution of the individual alcohols in terms. of tho maxi-~
mum total aleohol content obtainable by Oxo-treatmente It is shown
that also with the petroleum cracked products. the content of short
chain alechols of the solvent range 1s disproportionately large .
With respect to the suecially estimated alcohols from 01) onq

Oxo»Trcatment of 809 Rofined Hungarian Cracked Gas Oil.-'

o Hungarian craokeo gas oil from the Apollo refinery in Press»’v‘.
burg (seée also work roports of August first and October first, 1943)
was refined by Dr. Rennhak with 1iguid SOz under varying: conditions.

- The refined products ere Oxo~treated by uﬁo' The results obtained
this way are given in Tdble Cn e .

on«Treatment of SOg Rafflnates.

B

L One can.see from the' data given in: xoble C: tnat the SO ro«. :
fining removes also substantial” amounts of ‘the olefins thdt cun bc
-ﬂvowtreated and‘is not ljmited to removing aromaticso‘ s

Crude‘ldr from the Alkv!ation Plant at Leunaﬁ

The inyestigabions here continued and brought 0. comoletion
within' the report period. " The neutral’ components were Separated.

- "by neutralization and extraction with;pentane and were then dige- . -
~tilled and tested. . About*lo of, the.erude tar consists of géildic:
',oomponents, the sodium salts of which form.a vater»solublep oaming,

~brown powder. A sample of these soddum, salts was handed to Dre

'f3Richter for further testing. ‘ o
s The composition of. thD neutral fraction is 81V8ﬂ 1n l&ble D*

Sinco the product formed chdnged on: staading with respecr to;;k5ﬁ" 

compooition “the table glves the averages. ol several testss ' The:

~Jodine number was difficult to determine and therefore is not: re*ff'Vﬁf'

- "ldiable The residue ‘was a black brittle resinouSumass and - w&s
.-handed. to Dr. van der Horst.for. further investiga ion ; 3
- tions of ‘the neutral material extracted from-the ac

~hardly affected by an Oxo treatmenta

.”h"rechio iproduct, howov r,
(red brown a 4




Aftpr Hydrogenation of on»Products." f;,mNiv~ '

The 1nvnst1gation of an afterqhydrogenation of dldehyde con~,.'j
tcining Oxooreaction products was continued.: The best = fter-hydro-
.genation: contact catalyst up to the present was:-found to be cata-
~lyst 3076, Taklng into account the. plans for the’ after—hydrogena—x
“tlon stage of the Oxo»plant He 458a, where steam heating will he
used, tests-were run for détermining if a hydrogen treatment at a
higher temperatire” (400 deg. C.) is .required for ‘the zetivity of
_catalyst 3076, It was shown that such a.pretreatment has no in-

. fluence on the activity: of the catalyst 50 far as hydrogenating
+ aldehydes is concerned. - Phus, one’ ean placecatalyst 3076 im the - .
-~ hydrogenation reactor without any pretreatment and start: cperdtingj o
,at the lower reaction temperatures ‘of l50¢220 deg. Ct ‘ 7

Deternination of Optimum Chargn Velocity in Ka Ja in Me 333a.v

. ﬁfter the iirst prelimlnqry 1ests_he*e an with an hourly .
Tspace veloclty of 1y then it was Investigated how much. the chu TEe
velocity can be increased while still retaining practicully com-
plete hyurogonafionc Yiith the avallable’ -apparatus it was posaible S
to pass 65 liters of aldehyde cont taining Oxo-treatment produets per
- bour through a 11 Lliter cathlyst space. . With this churge vclocity ’
- the ‘electric prehsaters of the anparatus were. insufficient.  Thus,
Zone. might-zssums -that- other is ‘fhe chur&e«velocity coulé have- baan
incr ased further.
. “An-hourly space. velecitv of.5 Was agsumed for the" ]ayout of
“the after-nydrogenation chambev in Me 458a according to the above
-Pafise - Since the after~hydrogenation chamber in Me 458« must -serve
"also with sulfur-containing materials, anslogous runs .were done in
~Me: 333a‘with "Low temperature carbonlzation olls, FuﬂULmPntully ST
identigal ‘esults vere obtained w1th the sulfur~canfain1n» materidls, -

Statu° ef Lhe COnstructlon af. th OxoéPlant Me Ab&a.

G Tba mounting of the Oyo~plant nas been pwacbical \j nearing com~
‘pletlon during: the report period. The igh pressure section with
injection puaps and’ tha»seglmeﬂt e im~n tion stdge cowld be taken
aver by the produstion § g8 ‘ eking boxes. of the
Lgh pressure section were 1ot ibh : “faulty construction
annoying. delayS»resultaa'v;-‘ till possible in-this- report .
pﬁrioa t make: g run-with pure-olil-under nitrog regsure in the

ini l iffjcultie

_ 3 “arranged for puttinv ‘
rtne pLann 1n operdtion WLth mesh as-goon: u5- 90831D1L¢ e e

5 For putting: khe plant in opbratlon li

"hydratedineuur L £ : '




CE Dr. Ballaus found that cobalt carbonyl 'which is dissolved in
»Q‘crude Oxo-aldehydes can be: efficiently. decompoqed by hedting with "

- carbon dioxide,  Probably because of a. miywup of -samples on the wWay -
" to the analytical department, doubt was  expressed as-to- the validity
Of ~these .observations.  Dr. BallauS“decideﬁwfo charge me vith re- ‘
“peating ‘thesé experimentso' G e L
<o oI Tound that erude Oxonaldehyde contains about 2500 mg. cobalt
"dissolved per liter, while the cobalt content decréised to at the
-most 100 mg. per liter: after treating half an hour 'with 25 atme car=
‘bon iloxide at 170 deg. C+, the aldehyde ccqtent remaining unchanged..
Tﬁerefore, the observation of Dr. Ballaus is confirmed¢~ Turther muns

1on the effect of carbon dﬂmude traatm°ntg are 1n progressg""'
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ere completed. The separat’













{ging oil tests Dr, Zorn) e
: '_2') Distillations :ln Me h58a. -







ly asbanEOxo-reactionu:urnace
4 5be triedxout» . some speclal experiments

Investlgator Dr. Ballaus._{f

Expe 1menfs to dimerize Oxo-aldehydes while beihg;pro-.

Vvuced'in the:autoclave were ‘1{.(words are mi931ng i'iGerman orlgie

'°Tnal)a.;.‘afterl rellminary axperiments:w;thb sohexyli-}and‘iso-'

”freaction

5terrupted.




“?_'58/51 60/‘52 and _other runs). e
},;f‘2) Experiments with Oxidic cobalt Cata;ysts.
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‘4f -Problem. Reaotion of Carbon Monoxide and‘Hydro e
S (0xo~Reaction) EEN : =

Investigator- Meusel"“

'»Status on August 11*_2Q3

;Ester derogenation
"‘a) BBE-Gatalyst

clably more is decomposed.i '
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} Reaction of Carbon Monoxide ind
(Oxo-Reaction)

‘"“Investigators-f Gemassmer.}

Status on August 1, 19a3
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drogenation (hydrogenation of polymeric aldehydes. The hydrogena- .
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'anjexaot knowladge of the '0531b111ties, f‘Oxo-treatments

:presented and discussed in S :
' : t of the oleflns was more than 95-96%,i

The Oxo-treatmen
':After the pure alcohols have been 1solated by distil-7?ﬁ

lation on &-laboratory Scale,

'*'ffication by fractlonation on a (seml) pilot plant scale.: , }LQ7 7

"3f 2. Synol Rec ole Product (Product Obtalned from tbe Cold

Separator S







2., Investigation ‘of the’ Influence of ..the” Oxo
_._on the Properties of the Resulting ‘Alcohols

© 252-268). .The following Tesult




~pilo’c _~,plant. = The following 8 sharn cut frac-













7 effect in the desired directi v'ould be established fVariation
! of pressure and temperature ha ‘a much greater effect on'the

“quantity of higher boiling material.’J:

appreciably more higher boiling material is obtained

boiling residue so obt ined, "however, contains extremely f
*group's‘,:z and'thuv it 1s suspected that the ectual reaction did
‘ie‘i‘not take placebet‘all‘via'aldol

Twojquite interesting observations resulted»fromvthese[










‘:determining the physical constants. The alcohols have a hig

epe ,xo treatment Procedure o
Wlth Dissolve 'Catalyst).
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