SHORT COMMUNICATIONS

%0
- loss of weigh! af 100°C and
g0 \ 9mm Hg as a funcfion of the
a: ! heating time.
?’ €0 '
P~
S Ywen
3
A\
20
r- !
2 4 6 -] 10
Fig. 2.

mining the loss of weight of the salt after
heating at a pressure of 9 mm Hg to 100° C
(Fig. 2). The calculated loss of weight is
55.5 %, that found 54.6 9,.
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On the Synthesis of Methoxinine
J. A. CHRISTENSEN
A[S Ferrosan, Copenhagen, Denmark

Methoxinine, the oxygen analog of me-
thionine, has been prepared by Roblin?
by alkylating ethyl phthalimidomalonate
with f-methoxyethyl bromide, followed by
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hydrolysis. and decarboxylation of the
resultant ethyl (B-methoxyethyl)phthali-
midomalonate. o

In an attempt to repeat this synthesis,
using ethyl acetamidomalonate and either
f-methoxyethyl chloride or p-methoxy-
ethyl p-toluenesulfonate it was found diffi-
cult to obtain the intermediate ethyl f-
methoxyethyl acetamidomalonate  in a
pure state. The substance was therefore
%repa,red by the method of Barry and

artung 2 using y-methoxy-a-oximino but-
yric acid as an intermediate. Hydrogena-
tion of this oximino acid in aqueous am-
monia gave methoxinine in a pure state.

Experimental. (Micro analyses are made by
Mr. P. Hansen. All melting and boiling poin
are uncorrected.) :

Ethyl-f-methoxyethylmalonate was prepared
in conventional manner 2 from ethyl malonate,
sodium ethoxide and f-methoxyethyl chloride

in 69 % yield. B.p.124—5°/10 mm;ny 1.4228;

C,oH,30;5 (218.2): Cale. C 55.0: H 8.3. Found
C 54.9; H 8.0.

y-Methoxy-a-oximinobutyric acid was prepa-
red according to the directions of Barry and
Hartung ? in 80 9, yield. M.p. 112—3° (from
ethyl acetate). CgH,NO, (147.1): Calec. C 40.8;
H 6.2; N 9.5. Found C 41.0; H 6.1; N 9.2;
Acid eqv. 147.

Methowinire: A solution of 36 g of y-meth-
oxy-a-oximino butyric acid in 360 ml of 10;%
aqueous ammonia was treated with hydrogen
at 50° and 100 atm for 6 hours using 10 g of
Raney-nickel as a catalyst. The catalyst was
filtered off and the solution concentrated to
100 ml in vacuum, treated with hydrogen sul-
fide to remove some dissolved nickel salts,
filtered, and the solution concentrated to
approx. 50 g, 150 ml of 99 9% ethanol added,
and the solution left in the ice box for 15 hours.
Filtration gave 18 g (55 9,) of colorless leaves,
decomposing at 220—250° without melting
(Roblin 2 gives m.p. 253° (dec. with efferves-
cence)). CgH,;NO, (133.1). Cale. C 45.1; H 8.3;
N 10.5. Found C 44.9; H 8.0; N 10.5; Formol
titr. 134.
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