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The Dorther woork oo recards fractionation of
ditfevent fatty acid: methel ectors, the suta-
bility of the ol for industeiol porpose aed the
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Chemestey Department, ML D aear,
MOPL Collene, M. I Vyas,
Surad,
Decemher 16, 1018

LoAhmchandant ol owbiers, 200 Do B, 10145,
LS Batlen and Menon, 2 Jad ohoads S, IHEXS
W, 160, Crarand Wet, LW 1 1947, 31, Anls;
Fadnba, A0, huds, 20, 1, 10 Nt Aad 10386, 30,
BUG Bl cof, L 8, Ll

THE DINITRATION OF

META-CHLORACETANILIDE
v ocomnectfon with car studies of the Tactops
pvaived o the ehimination of the pitro-group
shuvoeg e dieotts dion of o i uitranilines,
o heviine necemaey o prepine aopure sgnple
of 4t dmro-d-chlor aniline o quantity,
This compatnnd b heen deceribed Ly Nietski
wind Hehedber® and Bder by Freics sond Roth®
who both obtained 10 by the smne method,
vic, the action ol aleoholic ammuonia on 4 : Ge
dichibor-1, Jedimtvo henzene e yellow needles
melbgur it 19 Nt sk and Sotiedler) o 1
oo and Roth) s Later, Nietelid and Zioloer®
chivnesd o have prepaved ot from beehlop-d,
vood-{rinttro bensense by the sioe nethod
Supee the methods mentioned above pequire
the preparation of the inbermediades e
sedven by the elidormation or nitration of siitie-
Ble benzene derivadiven, b wis consbdermd to
beoitmore convenient gaul simple process to
start wath m-chloracetnntie and dingrate it
In vue step o the required compound by
sttt ble near,

T an earlier publication® it was nuendiong -
e that meehdor aceetanthide, when treated with
aonnxture of potussaunm nibyade and salphoreic
avid  wan niteated madnly dn the 4-position
(O 4y whilit the use of nitrie aecid as sueh
resulted inooun dsenwerie mikture of 4= and G-
mononitro=chloracetanihdes whivh  wny ex=
tremely ditfieull to separade, Fuether nitration
of either the momeric mixture, or of the pure
monanitro compound with the same but frech
reagent failed to give the desired dinitro
compuund,

Acvording to Kehirmann and Stanoyeviteh®
when m=chlor ascetanilide was added in small
amounts to a well=stirred mixture of one
part of nitric acid (152 d.) to three parts of



50

sulphuric acid (1-8 d.) kept at 0° C., only 4 :6-
dinitro-3-chlor-acetanilide resulted, but the
vield was not specified. This was identilied
by the free amine (m.p. 174 C.—¢f N & 85)
liberated on hydrolysis with dilute sulphuric
acid. On repeating this dinitration in the
manner described, the desired product (m.p.
174°C.; acetyl derivative m.p. 136" C.) was
obtained, but in an yield of only 10°) mixe.l
with an almost equal amount of the mononitro
derivative, viz., 4-nitro-3-chlor aniline (m.p.
157° C.—acetyl derivative m.p. 144" C.). A neat
method of separation of these two nitro com-
pounds has been worked out by us on the basis
of the general principle that a dinitro ben-
zenoid base was comparatively less basic than
its mononitro counterpart and was therefore
less liable to form soluble salts in acid media.
In fact, when the crysiallised product of
dinitration consisting of & mixturce of the acetyl
derivatives of the mono- and dinitro chlorani-
lines was hydrolysed using 50", dilute sul-
phuric acid, the mono-nitro base remained in
the cold solution while the free dinitro base
remained insoluble and could be filtered off
and was found invariably to be pure—the mnno-
nitro amine could also be obtained pure [rom
“the filtrate by dilution with water and filtra-
tion.

The formation of both mone-and dinitro
derivatives during the nitration in the manner
described seems to have escaped the atlention
of Kehrmann and Stanoyevitch. However, the
presence of monoderivative clearly shows that
the dinifration is a two-stage operalion and
that, in the first place, the 4-position is oceus
pied by the entering nitro group and il was only
after that that the 6-position was attaclkoed.
The latter position is obviously more resistant
towards nitration, as is indlcated not only by
the poor yield of tha 4 6-dinitro body bul also
by the total absence of the 6~nitro mono deri-
vative in the nitration products. It wasy
thought probable that the non-completion of
the nitration of the mono-nitro derivative to
the dinitro stage was also partly due to the
dilution of the acid mixture employed and its
consequent ineffectiveness in attacking a posi~
tion already resistant and made more so by the
groups already existing in the molecule. A
remedy for this appeared tolie in the employ-
ment of a mixture of nitric acid (1-52 d.) and
fuming sulphuric acid (12% oleum); the dinitro
compound was then observed to be the sole
product of nitration, to the complete exclusion
of the mono-nitro derivative. The yield of the
required dinitro base was also found to have
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inereased almost to doubte.  Further, on ye-
peating the same proseduse. <birting with the
denitro-3-chlorn aectunilud o oftain b by the
nitrate-sulphupic aco b mistares tvpebd 58
city, the same sield of dinstra bk resu’tsd
fhus fuenichive further evidgee for the twaas
stage chareter of the s ntraton an Lal o the
possible expliation for the nonecomnletion
of the dinitration when the Kehrann amd
Stanoyevitell  acidd misture was emploved
Further dedail:s will b pailehe D elaew o
Our thanks are due to the C S LE, India, foy
a prant which o Sfraved thee expense of  the
investigation and for permisaon b pabdid the
preliminary  results, We alu record our
thanks to Peol, B DL Dein of the Department
of Chemical Te hnolosy, Univeraty of Bombay,
for i fusther gift of oo s, of mechloramilipnes
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PRELIMINARY ANTIMALARIAL
SCREENING TESTS OF SOME
BIGUANIDE DERIVATIVES

A vumber of commtaieations? have beon
published by us, onthe synth b of new poten -
tial antimadarinby of the susatituted biguside
type. The results of testing of some of these
compounds againat avian and siminn malnciaz
are now reporied.

Avian Malaria Tests. Althouth th e synth .-
tie compounids could be tested In g numibser
of ways in the light of recent developments
in the field of antimalavial testing™ but far the
present work as o preliminacy soresning test,
only the suppressive antima'urial activity of
the compounds against the bloed induced in-
fection of Plasmodium gallinaeewm v ehicks,
has been evaluated.  Young cross hreod  cogn-
try fowls, 8-10 weeks old, were infeoted
intramuscularly with citrated blood freshly
drawn from control birds showing penak in-
fection. The size of the innculum was so
adjusted that the control group showed peak
infection after 8-10 days invarin™ls, Treat-
ment group was orally fed with the requl dte



