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The need for a simpler synthesis for these dyestuffs, giving a good yield an minimal
formation of‘froablesome byproducts, has some
quinones. - ¢

Altn()iigh a number of references®~¢ deal with the thin-layer chromatogr:
separation and- identification of qumones, there is no report in the literature with
regard to the TLC of dianilino quinones. In the present investigation we successtuuy
applied this: techmque to the separation and identification of these compounds in
submicrogram’ quantltxes on thin layers of silica gel using nonaqueous developing

solvent systems.

0
..CJ
fa

Experimental

Apparatus and reagents. Standard TLC equxpment (pla.tes (z0 X 20 cm), atom-
izers, fixed thickness applicator, and developing tanks) was obtained from Adair
Dutt and Co.; New Delhi. All reagents used were of reagent grade.

' Chromatograybhw procedure. A slurry was obtained by adding 6o ml of distilled
water to 30 g of Kieselgel G and mixing them thoroughly. This was immediately used
to coat the plates with a 250-300 u thick layer of Kieselgel G. The plates were dried
for 30 min at room temperature and then heated for 30-45 min at 105-110° in an
oven. The plates were then cooled and stored in a desiccator for at least 2 h
before use.

The plates were spotted with a micropipette 1 cm from one end with 1—2 ul of

clc aputicetld

a pyridine solutlon containing --g ;:g/ml test
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oven at 120° for 30 min, the nlafpc were nlaced in 2 chamber saturated
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vent, and developed by the ascending method until the solvent front had travelled
+

10-15 cm beyond the original spots. The plates were removed from

after markmg the solvent front, allowed to air dry. The spots were visible
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centrated sulphurlc acid until umformly wet, but without making them so wet that
the spray solution runs. Suitable colour developmernt on the plate is usually achieved
within 30—-435 sec after completion of spraying. Ordinary Ry data for dianilino quinones
were obtained using this procedure for all soivent systems. Relative Kp values were

also calculated using 2,5-dianilino-3,6-dichloro-p-benzoquinone as a standard.

Results and discussion

Many solvent combinations were examined for developing the chromatograms
on silica gel: the best of these were found to be:

(A) Benzene-pyridine (9:1);

(B) n-Hexane-pyridine (6:4);

(C) Nitrobenzene-benzene (6:4);

(D) Benzene—1-butanol-nitrobenzene (8:1:1).
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It was found that benzene—acetone, benzene—-methanol, acetone and wvarious
systems of: pyndme with' or without water did not yield good separations. This was
due either to. tallmg of the spots or to the lowermg of the Rp values obtained thus
resulting in poor separation. It was found that silica gel washed with chloroform prior
to development gave much better and reproduc1ble Rp values than when used un-
washed. ,

It is essent1al that the plates are allowed to cool to room temperature before
development if warm plates are dipped into the cooler solvent solution, spots of
inferior quality are obtained. As can be concluded from Table I, the 3,6-dichloro

derivative has a higher Rr value than the correspondmg 3,6-dibromo derivative in
all the solvent systems studied. :
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