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IVI. MEMTLUONF

The following jnformtion— was obtained from Dr Helmt
Hanisch on 12th and 14th May. Reference should be mmde to
Figure IXXVII, '

About 80 T/wonth of wono- and di~methylamine were made.
A batch mixture was mede up, presumably at pressure above atmos-
pheric, containing 4 to 5 mols FHz to 1 mol CH-0H, and the
mixture was pusped at the rate of about 1000 +« %o a converter.
This was run at any pressure from 0 to 200 ata, but the effect of
pressure was not ascertained. The converter and interchanger
were both mede of S) steel (low carbon steel) with copper Iining
and the electirical preheater was copper-covered. The converter
was 500 mms I.D. and 8000 mms long, containing about 900 1. of
catalyst. There was said to be little difference in performance
between catalyst 8069 (0% %3 and 10% kaolin) and catalyst
6067 (0% 21203 and 0% ko s> Bamples of which were obtained.

The meke was let~down into a reservoir kept at 25 amta.
The de-watering still was copper-lined and filled with 18 m of
porcelain Raschig rings, run at a pressure of 20 ata.

Trimethylamine {TMA) and excess NH3z were then separated
from the mono— 2nd di- (BB and DMA) in a continuous double still
mun at 15 ats. The top column contalmed bubble-plates, with a
TMR-NHz azeotrope taken overhead mnd NHx taken from the bottom.
The bottom column was filledwithna.sch}grdngs, with crude M8
and DMA mixture taken off the bottom,

The TMA-NHZ azeotrope was fed back contimously into =
similar converter, for partis) reconversion to MMA and DML, The
product was fed into the same de-watering still as the mein
gtream,

Fins] parification of the erwde MM and DMA mixture was
carried out in a batch still. A batch consisted of 2 M3 of the
crude mixture, with 5 M3 NH added to provide Nz for TML separa-
tion. The ski11 had an I » of 700 mm and was packed with 18 m
of Ragchig rings. With the top temperature kept at 40°C.and the
bottom temperature at 55° to €0°C, the TMA-NH; aszeotrope was taken
off as the pressure was dropped from 15 to 107ats, then WML as the
pregsure was dropped further to 8 ats. and then DMA as the press—
ure was dropped io 5 ats, with water left behind. 'The MMA apd
IMA fractions were then given a further final purification.

Dr Banlsch said that copper could be used in this process
if care was taken to exclude oxygen.
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sald that 2 40 25 PAonth of bigher aligt
axineg wore made and gava the faowine detad?a of the manp—
factare of igotatylamine as tyolcal,
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The hydrogenation was cerried out in spparatus almilsar
to that used for the manufacture of isobutylamine, uaing the
sume catalyst, NiS.WS.. The fead rate of Schiff's base was
40 1/hr. md the wekeZup H, rate was 40 o 50 K¥hr, the
temperature being 220 to Cs the ocatalyst volume was only
40 1.




