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Table I.
Compound Yield % Meps°C |
19a 36 180
b 30 176
c 40 170
a 80 144
e 50 181
f 60 170
g 50 178
b 57 132
i 75 204
3 60 156
k 75 190

Tritylisothiocyanate, also, afforded F—trityl-N'—

diphenylthiourea (20), MePe 1%4°, in about 50% yield.
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6o/ No H c, H Cells
CgHs &8s el

20

The reaction of tritylisothiocyanate with morpholine
and/or zeaminopyridine 3id not proceed in the usual W&y
and only N—tritylmorpholine (21) and trityla2—aminopyridine
(22) were obtained 1n 67% and 40% yields regpectively as

has beeld reportedk69.

c-H
PN 6 5\ ,_—E
HN - 'IO e G6H5:C_N\___ |
C6H5\ Ceis 21
GGHB—,C—NGS +
C H/ - G6H5 .
° ON s cggemd 3
H2 \=—_. / ' 6 5/' Nom
C6H5

22

Attemplbed reaction of tritylisothiocyanate with

aromatic and peterocyclic amines, cuch as o-toludine,
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ridine did not give

prtoludine and 3—-aminopy
It seems tha® these

m~toludine,
urea derivativese

the Tespective thio
amines did not enter into reaction with tritylisothiocyanate,

like other smines, since attempted crystallisation of the
reaction mlxture fprom mebthanol, gaVe in all cases trityl—
found identical with authentic

methyl ether (23), MePe
169,170.

sample prepared according to Bacon procedures

C.H
G6H5\ 06}15?-0 0.CH
Cels ™0 oS+ HOCH; — G'aHs Y 3
Cghis &g
23

The reactlon of tritylamine with bisﬂ%-chloroethyl)

piperazine dihydrochlofidelyl’l75, ;n methanol at refluxing

furnished the hitherto unreported

temperature, for 15 hTe,
razine (24), MeDe g1° (60% yield).

bisGB—tritylaminoethyl)pipe

S —
C6H5:9.NH2 + ClCHz.CHZ.N\“ﬂ;N.Cﬂ2.0H2.Cl . 2HCLl
06H5
Cets_ - Cels
—_— C6H5-/-,G.NH.CH2CHZ.N\____,,N LGH, - CHLy «NE.C=Cl5
Cells

Cglg o4



The IR spectrum Of this compound (kBr) (Figs 6) ghowed 2
broad band at 3300 cmfl (NE).

gynthesis of Tritylsemicarbazidea(26a,b)i

The tritylsemlcarba21des 263, b have beel prepared DY
reaction of tritylhydrazine nydrochloride (25) 4 abtained
epom trityl chloride and hydrazine hydrate in dry ether174,
with the phenyl and cyclohexyllsocyanates respectlvely.

The Teactlon was conducted according to & procedure described
by Petersen;75, The semicarbazide 262, mepe 240°%, and
26h, MaDe 2%6°, were obtained in 50% and 60% yields respect—
ivelys They showed in the m® (KBr) (Fig 7) absorption

06H§39.NH.NH2.H01 + OCNR ———a-c 35/ . NH. NH.CONHR
Cells Cefs
25 26

263, R= C6H5 E

bandsat 3260-3270 om~ L and 1620 on L

R

' prespectively.

* This 00 %ound was prepered u51n§ other procedure re by Je
Dernsted 27
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Biologilcal evaluation of these compounds, for potential
malluscicidal activity, revealed that all compounds are
inactive with the exception of compound x93, namely,
N—trityl—N'—ﬁ-pyridylthiourea. Tt showed 2 100% mortality

—.—”—-M

for the fresh water snalls, Bulinus truncatus and Biomghalaria

slexandrina at concentration amounting Uo 1 and L5 DPDy

respectively.

C6H5 S

H ::" .' L] INHQ-‘.F[;;‘ " \ N
Cg 5/9 NH.C o

——

s

0635

(191)

These results sndicates that the molluscicidal activity
resides in the pyridine moiety of the molecules It was nob
possible tO evaluate the other position of gubstitution in
the pyridine ring, since, the 2- and z-gubstituted analogues

of 19i could not be prepared by this method (cf. DPBGS 4ir)



1,3%,4-Thiadiazole Derivabives {28a=~d) 1

The thiadiazole derivatives (28a;d) have been
synthesised bYy condensation of 2—amino—5—substitutedthia—
diazoles (27), obtained by oxidative cyclization of the
vespective thlosemnlcarbazone with ferric chloride, in the
presence of godium hydrogen sulphide175, with the vespective

chloride.

N —— NH o B
i i1
1 | _FeCl,/NaHs i
R-CH gz C-NH, N5 R-C. g C-1H
27

With trityl chloride, 2—amino~5n(x—furyl)thiaiiazole

derivative was obtained.

Ny - XN N

i it * GL=R? ———— Rbﬁsfﬁ4m3'

28 o
-, L5

28a, R= \i\ 4‘/‘.“ sRY'= -C\G6H5
Cells,

C.H

——— _ / 675

b, R= i | 3R'=CCeHg
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;\ \ =
28c, R= <\ g3 R'= [:: I/\E'\N’)‘
- S

! -~ o~
a, = Lo ® A

Physical data and percentage yields of compounds 28a~d
are listed in mable II.  Compounds og-d showed in the IR
(xBr) (fig. 8-10) bsorpion bands at 3520-3515 o+

corresponding to the NH groupe

Table II.
Compound Yield % - - Mepe®
288 85 218
Jo) 52 210
c 71 258
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The NMR spectrum (CDGl3) of compound 28b (Fig 11) as an
example of this series, showed the following:

a broad band corresponding to 20 aromatic protons at 2.707 and

a broad singlet of one proton (NH) at 117 7

Biological screening for molluscicidal activity of

thiadiazoles 28a~d against piomphalaria alexandrina and

Bulinus trancatus showed an LC5O more than 250 ppm.
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