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E methyl—hexadiene.

<l ‘Even dimothyl-hexadiene whi,h had beon heated for ‘two _
hours with, Fischer-catalyst without watergas av 130° was found to
be frae of conjugated systems whenxanalyzed by the abovo mothods.
HOWever, when the . compound was heated to 220° large scale'lsom-
erization actually occur ed with formatio‘ of tetramethyl-buta~’

diene. If onu therefore aseumes the

values than the 130° 1ndicatgd by the thermoolement an explana-
tion ror the low diol yield is found. But if it were 80, additiOLf
of &, very large amount of solvent to t"

givon bettcr rcsults ~this wasw




TResume . T . A

The eonver31on of dlmethyl-hexadiene into dimethyl-
octane-diol by means of the oxo-reaction gives only a 35% yield.
Nbdiflcatlon of the reaction conditions on the basis of many

'experimental hypothe51es have thus far been unsuccessful.
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Ompleté'@hﬁ%ihg‘OEf*sofvtﬁé!hYdrogenétidn,ra ctor and o
oyole, the hydrogenation still turned .out to be unsudessstul

Piltration.

”fitfﬁéé aSsﬁﬁédithéfltﬁjsfnitrdgén,passingvthrough_

r carfiéé withtit”éétélyStgpartiqles and deposit



















etting properties it is far below
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~ resctioniin order.to opta

1t has not yet been possible to prove u











































circuletion of . this report outside the - laborabory'premises au horize
only upon express permission of. the laboratory superintendent :

.‘m, BEEL 55, B

Assignment"ﬁi628"

"Subject'ff Synol work ‘ ;
In charge- f Reisinger, Breywisch Geiseler.

Research on the decomposition of synol alcohols on various
surfaces (surfaces with which one: has to deal in the synthesis or
in the processing of the alcohols) has not- been continued.,~ j
-a number of problems have not yet been solved, these studies had to -

be abandoned for leck of experienced personnel.




jidiatillatlon residue above 50°-

large size column Me 458, aeompletely de-
esterified. SR

Brightens very little when treated wlth
cbleaching earth.

!conditions;, 20 Kg of h r.»>=A) were dissolvedjintss liters

ior wes t,_ﬁen” t’réa"ﬁ‘e‘d‘ :Wiﬁh* FE SR

‘hours the solutlon W s then filtered. Each l Kg of the filtered

Lo - i S ;“f>;__ - Iron content = Oz-content o
Decalin . 1180 g —= 5.90%.0f A .79 ¢ = " 100395% of A 12,964
Acetdne‘; 325 g =1.63% 22 g "_ ‘?.,'fm% 10, 20%

'ichlorofqrhtlt
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, Iron content ,
64 ,oo g - .030% of &,

. »g'=801%
Extracted amount of silica

. clay' 3262 g

Loss

Total iron in h r. IIbAq,.17h5%




oerned. . The corresponding produsts obtained fram

_.,_soud.

4,products. Eor 1nstance, ‘




Stu .fo: vutillzation or the synol components boiling
‘between 100 and’ 200°C. o ]

-final comprehensive report cannot yet .be given. So far,

140 150° and. 150-170° have been eub- -
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:pelle s)
Synth. temp. 206°

% Alcohol

26-200°+
. 200-230°
© 230-350° .
350-400°" - -
" Above 400° .

Welghtg%

%°01é}ins -

“h503

28l

719.5‘
135

0.3
v,3l 9
. 40.8

2.2 "
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" 0.0
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. Fraction. Weight %

rinished catalyst

: m Oleflns

0 2h% K (det. by spectro- o

% Alcohol

Ester Number
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" 7350=400° "
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- l|.3-.
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t mperature 20u 
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content 1s thererore not cleared up. Further experimeﬁte are to

to be determined how the yield the composition of the product and
the 1ife of the catalyst vary_wnen, under otherwise equal condi-

tions, such as conversion rate (1 150) and synthesis pressure

r,:( Zh"atm. gauge)t_the entrancetload is varied rThe catalyst used

B was WK 17,
of 1 3ooo.i"

jFraction 3'f‘f Weight %

B 'BGlOW 200° T 57 lp
v,18 l
155 81




. ‘Fraction S
 Below 2009, e
5223097 e
o 3500 ‘
SRR 10§ L S
: jAbove LOO°»

'faThroughput l 500 reaotor 13A5 .

~ ‘v?Fraction e Weight % Alcohol

Q,Below 200°
2102309

: 350°'
000 i
. »Ab.ove l+°,0‘.’,

'~2. Produot yield

% 5% ‘ : _ o S ©o 12, 5% 15%
,Synth Temp-f; ».200° 0199° 0 195° 2 196°
- Spec.Yield - 64.g." 161 g = 6; "‘g' g 63 g 65

- Space Yield - e g
m-wconverSIOneeJ




T 1/2 hour. Then the petroleum ether solution wae ;

spectively were determined.v The desiccation of the silica gel was

tcurrent.fjA series of experiments thus performed showed that after

"xfmore than hO experiments the gel had shown no visible "tiring."”

f9Acetone ae diluting,&gent-

"In a- second series of" experiments -acetone- Was used as -

xtdactlon_solvent instead of methanol. The results were in no

'way different ::om_the ones cited ‘above, despite the’ fact that




A alcohol in the
petroleum ether -
' extract =




,,Exp. Grain magnitude Amt. of. produot Adsorhgd al- lit.alc. 100*
"No. . of the gel ~ used (in 11ters) cohol(llters) "I?TEET" N
o0 12 'mmc : ‘245 ‘ o
.on ,

"
_"'
w

B~ o\ova
{8

~0.3-1 mn (sie)

O H | ONE Ao &
Sol®mONRN

}fz
2
—3
3
3 .
38
3
&

Lé?h?lf




:¢f~Experimental plant Me h58 (Dr. Breywisch)

Reactor 2 was used as our first 1arger-size reactor,prlrif"

’.after 182 days Operation its contents were removed. Reactor 2 is ,f

a tubular reactor with 1h00 tubes of 1h mm diameter.' With a cat--
_alyst content of_l/z_m thhe~bed depth amounted to 2 30 m.; After

f"release, the gas was displaced by N2 and then the catalyst was i k
B freed from .the collected paraffin by treatment with l¢m3 -of syne-v~ ’
' thesis product (boiling between 140-200°). With the reactor
V’temperature at 120-130° the oil went through the tubes within
approximately one half hour. After this treatment the catalyst
' was found to be both free of paraffins}and dry. The tubes had to
- “be dlscharged - by-the- same- method usedﬂror the- smaller tubular T
'ifactors in Me 776 1.6. they ‘had " to ve drilled through However,, =
the removal was somewhat simpler in our case than was to be ex-'

“pected rrom previous obsenvations in ‘Mo 776 two men did the work

‘~v1n 45 hours, whioh corresponds to 90 hours‘fer'mB of‘catelyst”

_ The corrosion tests mentioned in the prev ous report *r
E’were concludbdu- Details of the findings and' T he‘svudy of the




Relation Between 00rrosion and Temperature

3f»41,1’esi;blefyear_ o

(mm?)

turn is 1ed 1nto the cycle over the hot separator. Details may be
tggotten by looking at the enclosed sketch.liThe apparatus is almost

‘ ‘°°mpleted and operations wils ”begin i‘fJanuary."”




| been concluded. The following results were obteined‘:b: 4o
of the catalyst 1ncreases with fine grain, Here the 1imitingi o
factor 1s the grain size where the gralns end the paraffins stlo,”a
together to such an extent that fluctuations‘lnythe gas passage

,__pccur.. Optimum results Were obtained with a grain magnitude of

0. 3-0 5 mm. (as compared to 1—2 mn in: the experiments carrled out'rv‘

) so far)"
made at a temperature level 10° lower then the usual (188° with
0. 3 0 5 mm catalyst as compared to 198° with 1-2 mm’ catalyst on
the twentieth day of operatlon)
gas shifts in favor of the weter.“

out before the next synthesis stage as 1nert gas -8 further advan-‘

tage 1s thereby aohieved. In M ‘776*—Dr7‘Geiselerlhas begun some

_experiments Qh’larger soale.
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