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Table 1. Data collection and handling.
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Abstract

C6H14N2S3, orthorhombic, Phca (No. 61), a = 8.7643(1) A,
b=103305(2) A, c = 36.0581(1) A, V=3264.7 A% Z=38,
Rgi(F) = 0.048, wRet( F2) = 0.125, T=293 K.

Source of material
S-benzyldithiocarbazate (SBDTC) (0.01 mole) which was pre-

Crystal: colourless slab, size 0.30 x (.38 x 0.46 mm
Wavelength: Mo K, radiation (0.71073 A)

pe 448 cm™

Diffractometer, scan mode: Siemens SMART CCD, o scans

20max: 56.54°

N(hkl)measured, N(hkI)unique: 21531, 4029

Criterion for Iobs, N(hkl Jgi: Iobs > 2 oflops), 2677

N(parant)refined: 190

Programs: PARST [2], SADABS [4], SHELXTL [5],

PLATON [6]

Table 2. Atomic coordinates and displacement parameters (in Az).

pared as previously described [1] was dissolved in absolute etha- Atom  Site x y z Uiso
nol (35 ml). To this, ethyl benzoy! acetate (0.01 mole) was added —
and the mixture was refluxed for 24 hours. The crude product was g(gA; gf ﬁggg g-g;g 3.532{2] g.lllilig
talli 3 sol h X lev- (3A c B 2 ; A

donce nd clomcntal analyecs showed this was the oxpected  HUA & 0is0  oges 022 o

¥ P H(5A) 8¢ 00115 05671 02631  0.114
product, S-benzyl-B-N-(phenyl-methylaceto)-methylene- H(6A) 8¢ 0.0599 0.6512 0.3202 0.084
dithiocarbazate. A small quantity of this product was redissolved H(7TA) 8¢ 0.0258 0.8061 0.3684 0.059
in absolute ethanol to grow single crystals. The clear crystals that ~ H(7B) & -0.0839 0.9247 0.3623 0.059
appeared after two months were collected and dried in vacuo over :( 10A) 8¢ 04424 1.1740 0.5048 0.084

L . (10B) 8c 0.3202 1.2839 0.4997 0.084

P20s {mp = 363 K) The dlagnostlc V(C=O), V(C:S) and H(12A) 8¢ 0.5251 1.1174 0.5659 0.076
v(N—H) bands present the IR spectrum of the initial product dis- H(13A) 8¢ 0.5313 1.1613 0.6284 0.086
appeared in the IR spectrum of the crystals indicating that all gﬂ;ﬁ; gc gi‘géslg }gg;': gg?gg gg;g
these bonds were involved in the formation of the final product, C - : - "
2,5-di-S-benzyl-(1-thia-3,4-diazacyclopenta-2,4-diene). Its IR~ HUSA) 8¢ Qs kRS 0908 00
spectrum also shows a weak band at 1602 cm™ indicating the -
presence of C=N. The results of elemental analysis (%C =57.93,
%H=4.14, %N =8.76) are in good agreement with the values cal-
culated from crystal structure investigation (58.18, 4.24, 8.48).
For data collection see [2].
Table 3. Atomic coordinates and displacement parameters (in A?).
Atom Site x y z Ui Un U3 Unz Ui Un
S(1) 8c 0.16327(7)  0.98015(7) 0.34428(2) 0.0541(4) 0.0740(5) 0.0366(3) -0.0167(3) 0.0041(3) 0.0023(3)
S(2) 8c 0.09961(7)  0.97803(6) 0.42795(2) 0.0492(3) 0.0545(4) 0.0379(3) -0.0161(3) 0.0040(2) 0.0015(2)
S(3) 8c 0.19956(8)  1.08320(7) 0.50183(2) 0.0640(4) 0.0601(4) 0.0404(3) -0.0197(3) 0.0026(3) -0.0016(3)
N(1) 8¢ 03103(2)  1.1106(2)  0.39693(6)  0.054(1) 0.065(1) 0.044(1)  -0.019(1) 0.0064(9)  0.0033(9)
N(2) 8¢ 0.3226(2) 1.1368(2) 0.43466(5)  0.053(1) 0.056(1) 0.044(1) -0.0136(9) 0.0026(9) -0.0001(9)
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2,5-Di-S-benzyl(1-thia-3,4-diazacyclopenta-2,5-diene)

Table 3. Continued.

Atom Site x y z Un Un Uss U2 U3 Uz

C(1) 8¢ -0.0484(3) 0.8207(2) 0.31472(6)  0.042(1) 0.052(1) 0.046(1) —0.009(1) -0.000(1) 0.001(1)

C(22) 8¢ -0.1420(3) 0.8900(3) 0.29124(8) 0.085(2) 0.062(2) 0.059(2) 0.000(2) -0.021(2) 0.001(1)

C(3) 8¢ —0.1859(4) 0.8395(4) 0.2576(1) 0.108(3) 0.104(3) 0.070(2) -0.014(2) -0.042(2) 0.001(2)

C4) 8¢ —0.1359(4) 0.7199(4) 0.2472(1) 0.096(3) 0.132(3) 0.065(2) -0.027(2) -0.008(2) -0.037(2)

C(5) 8¢ -0.0446(4) 0.6490(4) 0.2702(1) 0.078(2) 0.098(3) 0.109(3) 0.000(2) 0.003(2) ~0.048(2)

C(6) 8c -0.0013(3) 0.6997(3) 0.30433(8)  0.060(2) 0.073(2) 0.076(2) 0.007(1) —0.003(1) -0.014(2)

c 8c —0.0006(3) 0.8756(2) 0.35150(6) 0.050(1) 0.057(2) 0.041(1) -0.009(1) 0.001(1) 0.001¢(1)

C(8) 8¢ 0.2007(2) 1.0303(2) 0.38948(6)  0.041(1) 0.046(1) 0.038(1) ~-0.005(1) 0.0046(9) 0.0055(9)
C(9) 8¢ 0.2202(2) 1.0752(2) 0.45375(6)  0.043(1) 0.038(1) 0.043(1) -0.0016(9) -0.0014(9) 0.0017(9)
C(10) 8¢ 0.3428(3) 1.2041(3) 0.51274(8) 0.079(2) 0.078(2) 0.053(2) -0.035(2) 0.009(1) —0.013()

C(11) 8c 0.3435(3) 1.2281(2) 0.55378(7)  0.049(1) 0.051(1) 0.047(1) -0.016(1) 0.002(1) —0.005(1)

C(12) 8¢ 0.4529(3) 1.1729(3) 0.57618(8) 0.059(2) 0.057(2) 0.076(2) 0.008(1) -0.001(1) -0.010(1)

C(13) 8¢ 0.4565(4) 1.1990(3) 0.61364(8)  0.069(2) 0.074(2) 0.072(2) -0.002(2) -0.024(2) 0.005(2)

C(14) 8¢ 0.3513(3) 1.2797(3) 0.62928(8) 0.073(2) 0.067(2) 0.047(2) -0.022(1) 0.000(1) -0.004(1)

C(15) 8c 0.2410(3) 1.3344(3) 0.60751(8)  0.055(2) 0.058(2) 0.066(2) -0.008(1) 0.015(1) -0.007(1)

C(16) 8c 0.2362(3) 1.3085(2) 0.56994(7)  0.045(1) 0.059(2) 0.061(2) -0.006(1) -0.005(1) 0.008(1)
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