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SYNTHESIS OF THE 1, 6-DI-(N-OCTANEFHENYLENE) AND
3, 6-DI-(CARBAZYL)-1, 3, 4, 6-HEXANETETRONE

~ As a continuation of our work in the field of the polyoxo compo-
unds > 2 3 gynthesis of 1, 6-Di-(phenylene-n-octane)-1, 3, 4, 6-hexanetetrone
and 3, 6-Di-(carbazyl)-1, 3, 4, 6-hexanectetrone have been carried out by the
Claisen’s and Bromme's ¢ 39 methods.

The condensation was carried out of 2 mols of n-octane-p-acetyl-
phenylene @ as well as of 2 mols 2-acetyl-carbazyl ® and 1 mol diethyl-
oxalate in the presence of sodium ethylate. The tetracetones were identi-
fied by their hinoxaline derivatives.

R—CO—CHs—CO—CO—CHa—CO—R

R=C3H—(CH2)7__<A\/ R=|/ \H “/ \l/
- NoNN
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EXPERIMENTAL

1, 6-Di-(phenylene-n-octane)-hexantetrone

In a pear-shaped flask of 250 ml supplied by reverse fan (cooler)
and calcium cloride pipe, sodium ethylate was prepared in apsolute ether
of 0,23 g. (0,01 mol) sodium and 0,46 g. (0,01 mol) absolute alcohol.

A mixture of 4,94 g. (0,02 mol) n-octane-p-acetyl phenylene and 1,46 g.
(0,01 mol) freshly destilled diethylocalate in absolute ether was added to the
obtained sodium ethylate. This reaction mixture which was stirred from
time to time stayed so three days. The colour of the condensation product
was changing from yvellow to dark red, but no sediment occurred. The
obtained condensation product had dark brown colour.

The sodium compound of the condensation product was further elabo-
rated by weakened hydrochoric acid (1 :1), and the nice light yellow cry-
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stals were obtained. The product was filtered, washed by water and dried
by air. Then a raw produckt with a melting point of 113—115°C was obta-
ined from the ethanole.

Anal. Calc'd for CsyHas (518, 708): C, 78,93%, H, 9,09%
Found: C, 78,91%, H. 9,18Y

Hinoxaline derivatives of 1, 6-Di-(n-octane-phenylene)-1, 3, 4, 6-Hexantetrone

Hinoxaline derivative is obtained by one hour heating of equimolecular amo-
unts of 1, 6-Di-(n-octane-phenylene)-1, 3, 4, 6-Hexanetetrone and o-pheny-
lenediamine in absolute ethanol. After the precrystallisation of ethanol nice
red shells with a melting point of 87°C were obtained.

Anal. Calc'd for CaHzoN;0, (590, 816)
C, 81,529 H, 8,54% N, 4,759,
Found: 'C, 81,419 H, 8,409 N, 4,419

3, 6-Di-(carbazyl)-1, 3, 4, 6-Hexanetetrone

The tetraceton was obtained in the way already discribed. The reaction
produckt colour was changing from yellow to orange. The sodium salt obta-
ined from the condensation product was elaborated by HCl (1 : 1) and ice.
The hard (solid) raw tetraceton has dark vellow colour which is [ilterred,
washed by water and dried by air. After more precrystallisations crystals
with light yellow colour and melting point above 250°C are obtained from
the alcohol.

Anal. Cale’d for CyHy N,O, (472,476)
C, 76,259, H, 427% N, 5,939
Found: C, 76,079 H, 4,29% N, 5,719

Hinoxaline derivative of 3, 6-Di-(carbazyl)-1, 3, 4, 6-Hexanetetrone

Hinoxaline derivative is obtained by four hours heating of equimole-
cular amounts of 3, 6-Di-(carbazyl)-1, 3, 4, 6-Hexanetetrone and o-phenyle-
nediamine in medium of absolute ethanol. After many precrystallisation a
product of nice red colour and melting point of 250°C was obtained from
the alcohol.

Anal. Calc'd for CyHyN,O, (544,584)
C, 79,41% H, 4,459 N, 10,299,
Found: C, 79,23% H, 4,129 N, 10,479,
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Hanpasena e cunte3ata ua 1, 6-1u-(H-oXta HadyTuien)-1, 3, 4 6-XeKcaH
rTeTpakeToH (xoatu urmuuy T.T. 115—117) u Ha 3, 6-au-(kapGasuin)-1, 3, 4,
6-xexcaH TeTpoH (Koatu xpucraiam T.T. mag 250°). Mcrure co mpentudmum-
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