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Introduction This investigation was carried out in connection with research
into the coordination properties of ambident ligands with a pseudo-allene

or pseudo-allyl structure (Kuyper, Keyzer & Vrieze, 1976). The interest

was focussed on the coordination of the metal and the conformation of

the ligand.

Crystal data. Triclinic with cell constants a=8.439(1), b=8.605(1),
c=19.110(3)x, a=79.41(2), B=83.90(2), Y:63.4l(2)O,Z=2, spacegroup P1.
The intensities were collected with a Nonius CAD4 diffractometer using
Ni-filtered CuKa-radiation and ©-26 scan. A total of 2484 reflections up

to 6=50° was measured. No absorption correction was applied.

Structure determination and refinement. The position of the rhodium atom

was found from the Patterson function, the other non-hydrogen atoms
were located in a Fourier synthesis phased on the rhodium atom. The
refinement has been carried out block-diagonally, using anisotropic
temperature factors for the rhodium and sulfur atom, isotropic ones for
the rest of the atoms and a Cruickshank weighting scheme. Hydrogen atoms
' were not included. The final R-value was 9.3%. The programs used, were

those of the XRAY-system.

Comments. The coordination of C1C2N2N1 around the rhodium atom is square
planar. The oxygen atoms Ol and 02 are in the plane of this square;

the S atom is situated at about 0.58 from this plane. The angle N-Rh-N
is only 70° and the adjacent N-Rh-C angles are approximately 100°.

The N-S bond lengths (1.668) are longer than was expected, whilst the
N-S-N angle is small. With respect to this phenomenon further investiga-

tion on analogous compounds is intended.
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Bond lengths in R (standard deviations are approximately .02 for Rh,S -

light atom bonds and .03 between light atoms).

N( 1) —C(12)
c(12)-c(13)
c(13)-c(1u)
c(14)-C(15)
C(15)-C(16)
C(16)-CLL7)
c(i7)-ct12)
€(13)-c(18)
€(15)-c(19)
e(17)-e(20)

o N(2)-C(3) 1.3
1,140 C(3)=CCH) - 1.4l
58 ¢ CLEClh) 107
I hpe =el5)elh)y 139
1.37  Cle)=cC7) 1.39
1.5 clrets) . 136
1.3 C(8)-C(3)  1.10
51 G(H)-e(3)  E.5L
.49 - CEE)C(I0) 1.60
158 - g8y -euil) - 1.5

BH o 8CF 1.81
R =6(0) 1.88
Rh  -N(1) 2.06
R - -N¢2) = .06
S -N(1) 1.66
S -N(2) 1.65
S -C(21) 1.83
act) oel) . 117
¢2) —862) 1.18
@C21) C(92) 1.56
g(21):=C(28) 1.56
GE21)=e(20) 1,53

Bond angles in

involving Rh or S, and 1.3 for those involving

€Ll =Rb
€(2) -Rn
N(1) -Rh
NC2) —Rh
Rh —€(1)
RE.  —C(2)
Rh  -N(1)
Rh . —N(2)
N(1) -S
N(1) -S -c(21)
N(2) 8 -C(21)
S -c(21)-c(22)
S -C(21)-C(23)
S -Cc(21)-c(24)
€(22)-c(21)-c(23)
C(28)-C(21)€(2)
cl22)-c(21)-ci2k)

—c(2)
=N(1)
-N(2)
~6(1)
-0(1)
=0(2)
-S

-S

-N(2)

gf.1 Rh = -N(1) —C(12)
98.9 8 -N(1) -c(12)
70-5 N(1) —GCI2)-€(13)
59,6 NCL)—C(12)-C(17)
178.3 C(17)-C(12)-C(13)
179.2 Ee¢12)-cli3)=c(iu)
96.4 C(12)-C(13)-C(18)
96.6 C€(18)-C(13)-C(14)
924 C(13)-6(1n)=e(15)
106.0  CC1L)-CCI5)-CL16)
106.5 C(I)=CLI5)=C(19)
111.5 €F19)-6(15)=C(16)
1006 CEI5)=e(16)-e(17)
106.4 C(16)-C(17)-C(12)
109.4  C(16)-C(17)-C(20)
1207 CG(20)-6(17)-C(12)
112.0

129.
123.
315,
125,
419
118.
121.
119.
122.
116.
120.
123.
122.
120.
Ib7,
122.

light atoms).

Rh  -N(2)
S -N(2)
N(2) ~C(3)
N(2) =C(3)
€(E8) —6(3)
€(8) -Cu)
c(3) -C(4)
c(9) -c(u)
BEL): —E(5)
€(5) —ct6)
e(5) —€t6y
c(10)-C(6)
e(6) —CE7)
c(7) -C(8)
CET) ~C(By
G@11)-¢a(8)

o Ol o SR SR S -, SR s o I O R D - R o R ¢ SR =~ o

=G(3)
G(8y
=e(@B)
-Cc(4)
-C(4)
~C(5)
=C(9)
—E(5)
-C(6)
=G
=C(10)
EC )
=C(8)
-C(3)
=e(11)
—c(3)

© (standard deviations are approximately 0.7 for angles

128.
121
16,
12y,
318,
119,
122,
Ti7.
123.
116.
12k
122.
122.
120.
118,
121.
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