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T he use of the varions sulstiaried keto athyl quater-

Ay AUt salls {R—CO-:CH‘-N*N\) should
l.....

gne diferent substivied derivatives of pyrrocoline
quinones. Thys should be a general reection for prepar-
ing such compounds. Further work In synthesising
these compounds §s in progress,

Evperimonal

All melang points have been determined on a Kofler
instrument and are uncorrected.

NeAcerom ] pyridiniam quinolinium fodide —T hese
compounds are prepared and punfied by the known
methods®,

Benzo-dibenz {h, h Y-pyrrocoline  quinones—The
following general procedure was  adopted:—A
minture of chloraml (I Mole), N-acetonyl pyridinivm
iodide or N-acetonyl quinolinivm iodide (I mole) and
quinolime (1 mole) in 25-30ml ethanol was heated
under reflux on a water bath for 4 hours, when 2all
the chioramil dissolved and a deep red coloured
reaction mixture was obtained. The product separated
on cooling was filtered and washed with ethanol, ether,
hot water and then dried. The product wes recrystal-
lised twice from pyridine. Benzo-dipyrrocoline qui-
nones. Same procedure was adopted while using
N-acetonyl pyridinium iodide, chloranil and pyridine.
The E apd Z products were separated through chromato-
graphy over alumipa using benzene and Methanol as

eluants.

Compounds .

(1) 7:15-diacetyl-benzo (1:2-5, 4: 5.5")-dibenz (&, ')
pyrrocoline quinone—nl.p, does not meit upto 356°
(Found : C,76'5; H, 38; N, 59; C,H N0,
requires C, 76°5 : H, 3-8, N 5-99).

(2) 5: t1-diacetyl-benzo (1:2+h, 4:5-6')dipyrrocc®
line quinone (E form)—m.p. does not melt vpto 356°
(Found : C, 71'1; H, 3-5; N,7:4; C,,H N0,
requires C, 71:3; H,3-7; N, 7-5%0).

(3) 5:11-diacetyl benzo (i:2-b, 4:5-b")-dipyrroco-
line quinoDe (Z feim)—m. p. does not melt upto 356°
(Found: C, 71:2; H, 3:4; N, 7-3; C,H,,N,O,
requires: C, 71+3; H, 3-7: N, 7-5%).

Thanks are due to Professor R. C. Kapoor, Head
of Chemistry Department, for providing necessary
Laboratory facilities and to the U.G.C., New Delhi,
for the award of a Junior Research Fellowship to
R. P. S.
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CHEMICAL EXAMINATION OF THE LEAVES
OF GUAZUMA TOMENTOSA KUNTH

THE presence of fijedelin 3B-ol, iriedelin 3x-zcetate,

p-sitosterol besides g plant alcohol is reported from the
leaves of Guazuma tomentosa Kunth,

Guazuma romentosa Kunth (N.O. Stercujeaceae) is
a nmd‘erate sized deciduous tiee indigeneots to tropical
America and introdvced into Indjal. The piesence
of kaempferol, quercetrin and kesempfe(itrin were
reported earlier from the flowers of G. tomentosa
Kunth?. Isolation and charecterisaticn of friedeln,
B-sitosterol and betulin have been recently reported
by us from the hexene extrzct of its ba1k®. Clemical
¢xamination of the leaves is now reported,

The air dried leaves (1:2 kg) were extrzcted with
petroleum ether. The extrect after concentiaticn
left a residue which resisted crystallisztion. Tt wes
chromatographed over a column of silica gel. Tle
first three fracticns (500 mj) of the Fexzne eluate gave
only wexes., The next two frections gave Compevnd A
(0-08 m). Further ejution with hexene: benzene
(9:1) gave Compound B (0-1 gm), with hexane-benzene
(3:1) Compound C (*5 gm), with lFexane:benzene
(7:3) Compound D (1-0gm)and further elution with
hexane:benzene (1:1) and benzene did not yield any
crystalline compounds.

Compound A, C,,H, ,0,, crystallised from petroleum
ether-chlorofoim as cojourless shining needles, m.p.
306-8°, [x],30°—14°. It gave Liebermann Burchard
test positive for triterpenes. It indicated acetoxyl
group (1730 2nd 1250 cm™1) in IR, Compound A on
hydrolysis with 5% methanolic KOH f{urnished a
compound, Cg,H;,0, m.p, 300-301° which was identi-
fied as friedelin 3x-0l by direct comparison (m,m,p,
and 1.R.) with an authentic sample. Compound A
is thus friedelin 3x-acetate.

Compound B, C3,H,0O, c1ystaliised from chloroform-
petroleum ether as colourjess needles, m.p. 278-279°,
[%1,30° 4 14°, It answered positive LB test for triter-
penes and gave an acetate, m.p. 288-289°, Compound B
was characterised as friedelin 38-01 by direct com-
parison (m,m.p. and J.R.} and through its acetate with

authentic samples.

Compound C, crystallised from methanol as colour-
less solid, m.p, 89-90° and wes found to be a plant

alcohol.

Compound D, C, H;,0, cirystallised fiom chloio-
form-methanol as colou,less needles, m.p, 137-138°,
[0] P0° — 36:5. It gave positive LB test for steroids
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and was identified as f-sitasterol by comparison with
an authentic sample (Mm.p. and IR)).

Our thanks are due to C.S.I.R., New Declhi, for the
awird of Junior Research Fellowship to one of us
(V. S. M),

Department of
Chemistry,

Andhra University,

Waltair 530 003, August 16, 1977,
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POTENTIOMETRIC TITRATIONS OF
BENZENEDIAMINES IN NON-AQUEOUS
MEDIUM

BENZENEDIAMINES wete determined potentiometri-

cally in methylethyl ketone by Krteshkov and
Aldaroval. Kreshkov et al2 carried out differential
titrations of mixtures of diamines in chloroform-

methylethyl ketone medium. Both the groups employed
perchloric acid as a titrant. The results reported by
the former group were associated with an error of
2:6% and the etror reported by the latter group was
3%. In the present investigation the isomeric benzene
diamines have been determined potentiometrically in
acetic acid-methylethyl ketone medium wusing chloro-
sulphonic acid as a titrant, The advantages of using
chiorosulphonic acid in place of perchloric acid have
been described earlier by Rao and Naidu® 4,
Chlorosulphonic acid (BDH) was used withoue
further purification. Acetic acid (BDH) and methyl-
ethyl ketcne (BDH) were purified by the method
used by Raoc and Naidu3, The three benzenediamines
were purified by the method recommended by Vogeld.
Approximately IM stock solution of chlorosulphonic
acid was prepared by adding 7 ml of the acid to 250 ml
of chilled acetic acid. The solution was then diluted
with methylethyl ketone to obtain the solution of

required concentration. The acid solution was
standardised potentiometrically employing  z2nhydrous
sodium carbonate as the primary standard, Weighed

samples of bases were dissolved directly in the mixed
solvent,

Titrations of bases dissolved in 1:1 acid-ketone
medium were carried out using the Elico pll meter.
The exact end point was obtained by the calculation
method given in the literature®, DBase to acid mole
ratio was found to be 1:2 in respect of 1, 3 and 1, 4
benzenediamines and the ratio was 1: 15 in the
case of 1, 2 benzencdiamine, These  observatons
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suggest that both the amino groups in 1, 5 and 1. 4
isomers react with the actd to form salt, In the 1, 2
isomer the acid base reactiom appears to be restricted
to only one amino group due to steric effect and the
residual 05 mole of the acid may be ascribed to a
condensation reaction as indicated below :

e

<;\>—§flaclsoa-
0 = J{ 0O

<">__§5H3 1505

NH,
The experimental results are given in Table I
TABLE |
Amount mg
Base ————
_ taken found
1, 2 benzenediamine 432 424
216 21-2
1, 3 benzenediamine 432 42-4
216 212
1, 4 bemzenediamine 432 42:6
216 21:2
The data in the table show that chlorosulphonic

acid can be used successfully for the determinatioa of
semimicro quantities .of the three diamines with an
apparently negative bias and an error of < 2%5. The
method is more accurate than that reported by

Kreshkov and Aldaroval,
One of the authors, P, B. Naidu, is grateful to

U.G.C. for awarding a fellowship under TFaculey
Improvement Programme. ‘The facilities provided by
the Chemistry Department of Sri  Venkateswara
University College, Tirupati, arc also acknowledged,
Physico-Chemical Lab., P. B. NAIDU.
S. V. University, P. R. Namu,
Tirupati, Jaly 2, 1977.
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