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Continuing our investigation on the preparation and oxidation of
phenothiazine derivatives',? in this paper we report the precparation of
some unknown 10-auroylphenothiazine-5-oxides.

A series of methods are presented in the literature for the preparation
of phenothiazine-5-oxide derivatives®-7.

In our work the preparation of 10-(2-furoyl) phenothiazine-5-oxide,
10-(3-nitrobenzoyl) phenothiazine-5-oxide, 10-(4-brombenzoyl) phenothiazine-
5-oxide, 10-(1-napthoyl) phenothiazine-3-oxide aud 10-{2-naphtoyl) pheno-
thiazine-5-oxide, was achieved by the oxidation of the corresponding 10-
aroylphenothiazine with lead tetracetate. The reaction was carried out in
glacial acetic and at room temperature with constant shaking for 6 hrs.
Equimolar quantities of 10-aroylpehnothiazines and of lead tetraacetate
were used.

The preparated 10-aroylphenothiazine-5-oxides were characterized by
elemental analysis and by subsequent hydrolysis to phenothiazine-5-oxide.

The 10-aroylphenothiazines were prepared by acylation of phenothi-
azine with the corresponding acid chloride.

Experimental

Melting points arc uncorrected.

10-(1-Naphtoyl)pherothiazine.

To a solution of 4,98 g (0,025 mole) phenothiazine in 100 mi dry
benzene 5 ml of 1-naphtoylchloride was added. The reaction mixture was
refluxed for 3 hrs. The main part of benzene was then distilled off and
petroleum ether was added to the residue. The scparated precipitate was
filtered off, washed with petroleum ether and dried. 7,5 g (84,94") 10-
(1-naphtoyl)phenothiazine of crude product was obtained. After four rec-
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rysstallzations from ethanol-water, yelowish crystals, m.p. 170° were
obtained.

Anal. C:3Hi;:NOS (353,42) calcd: C 78,15, H 4,28%,
found: C 78,10% H 4,30%

10-(2-Naphtoyl)phenothiazine

This compound was obtained in the same maner as above by acyla-
tion of phenothiazine with 2-naphtoylchloride. A quantitative yield of crude
10-(2-naphtoyl)phenothiazine was obtained. After four recrystallizations
from accticacid-water, colorless, crystals, m.p. 185 were obtained.

Anal. CusH,;NOS (353,42) calc'd: C 78,15%, H 4,28%,
: - . found: C 77,92% H 4,34Y%, .

10-(2-Furoyl)phenothiazine, 10-(3-nitrobenzoyi)phenothiazine and 10-(4-brom-
benzoyl)phenothiazine were prepared anologously by acylation of pheno-
thiazine with the corresponding acid chloride2.

10-(2-Furoyl)phenothiazine-5-oxide.

To a solution of 3 g (0,01 mole) 10-(2-furoyl)phenothiazine in 60 ml
glacial acetic acid, 4,44 g (0,01 mole) of powdered lead tetraacetate was
added. The reaction mixture was shaken at room temperature tor 6 hrs.
‘To the red colored reaction mixture a few drops of ethiieneglycol were
then added, to remove any traces of unreacted lead tetraacetate. The main
part of acetic acid was evaporated under reduced pressure and the residue
was poured into water. The separated precipitate was filtered off, washed
with water and dried. 2,8 g (90,6%) 10-(2-furovl)phenothiazine-5-oxide as
crude product was obtained. After five recrystallizations from acetone-water,
pale pink crystals, m.p. 205—207° were obtained. .

Anal. CixH NO3S (309,35) calc’d: C 66,01%, H 3,59% N 4,3%
found: C 65,83%, H 3,57% N 4,359,

10-(1-Naphtoyl)phenothiazine-5-oxide

As in the method described above from 1,7 g (0,005 mole) of
10-(1-naphtoyl)phenothiazine and 2,22 g (0,005 mole) of lead tetraacetate
dissolved in 60 ml glacial acetic acid, 1,7 g (95.6%) of crude 10-(1-naphtyol)
phenothiazine-5-oxide were obtained. After four recrystalliazitions from
ethanol, pale pink crystals, m.p. 202° were obtained.

Anal. C23H;NO.S (369,42) calc’'d: C 74,86% H 4,10%,
found: C 74,90% H 3,989,

10-(2-Naphtoyl)phenothiazine-5-oxide
10-(2-naphtoyl)phenothiazine 1,7 g (0,005 mole) and 2,22 g (0,005 mole)
of lead tetraacetate dissolved in 60 ml glacial acid were treated as in
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oxidation described above. 1,5 g (90,5%) of crude product was obtained.
After four recrystallizations from ethanol, pale pink crystals, m.p. 225°

were obtained.

Anal. C23HisNO2S (369,42) calcd: C 74,869 H 4,109,
found: C 74,96% H 3,929,

10-(3-Nitrobenzoyl)phenotthiazine-5-oxide

In the same way as described above by the oxidation of 1,74 g
{0,005 mole) of 10-(3-nitrobenzoyl)phenothiazine with 2,22 g (0,005 mole)
of lead tetraacetate dissolved in 60 ml glacial acetic acid, 1,7 g (90,9%)
of crude product was obtained. After recrystallization from ethanol-water
pale yellow crystals, m.p. 205 were obtained.

Anal. CipH:2N:204S (364,39) calc'd: C 62,629, H 3,33% N 7,69%,
found: C 62,409% H 2,91%;, N 7,96%,

10-(4-Brombenzoyl)phenothiazine-5-oxide

As above by the oxidation of 1,9 g (0,005 mole) of 10-(4-brombenzoyl)
phenothiazine with 2,22 g (0,005 mole) lead tetraacetate dissolved in 60 ml
glacial acetic acid, 1,9 (90,4%,) of crude product was obtained. After recry-
stallization from ethanol-water crystals m.p. 225 were obtained.

Anal. Ci19H:2NO:2BrS (398,30) calc’d: C 57,92%, H 3,04% N 3,520,
found: C 57,79%, H 3,14% N 3,68%,
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U3BOI

E. . Hogoawes uJl. I". Kamueea
CHUHTE3A HA HEKOU 10-APOUJI®EHOTUA3ZUH-5-OKCU AN

IIpu oKcupauMjaTa Ha COOJBETHM 10-aepomiadeHOTMASUHCKU AEPUBATHU
€O MOMOLLI Ha OJIOBEH TETPAIlETAT BO JEJCHA OIE€THA KUCENIMHA U MpM coOHa
TeMmieparypa ce gobuenu: 10-(2-pypoun)denornasus-5-oxeuj, 10-(3-HUTpO-
6ensowmn)dpenorTrnasut-5-okeua, 10-(4-6pombBensonn)dpenHoTnasny-5-okeun, 10-
(1-Hacdproun)penoTuasun-5-okcun, u 10-(2-Hadromn)deHoTNA3NH-5-0KCH ],

Mcro Taka e omminano u jJobuamero Ha 10-(1-Hadrowmn)denoTnasud
u 10-(2-HadTomn)peHoTna3MH.
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