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Figure 1. Structure of complex 5. The heavy atom ellipsoids are scaled
to enclose 50% of the electron density; hydrogen atoms are omitted.
Principal bond distances (A): W,—C,;, 2.46 (1); W,—P, 2.607 (4); P—C,,,
1.78 (1), P—Cu, 1.81 (2), CZI_CZZ’ 1.49 (2), sz‘Cz;, 1.21 (2), Cz;-Cu,
1.54 (2); P-W,, 2.490 (4). Selected bond angles (deg): W,—P-W,, 125.3
(1); W=P-Cy, 65.2 (4); W,—C,,-P, 73.8 (5); C,,-P-C,4, 93.2 (8); P-
—Cyy=Cy, 105 (1); Cy=Cyy=Cyy, 121 (2); Cy~Cy3—Cyy, 113 (1); P-
C14—Cy3, 106 (1); W,—P-C,), 128.3 (5); W,—P-C,,4, 108.6 (6).

a=15.063(6) A, b=17.306 (3) A, c=19.903 (8) A, 8 = 104.56
(2)°, U= 2120 A% dypg = 2.33 £ 0.03 gom™, d g = 2.381 g
em™, Z = 4, space group P2,/C (N° 14); because of very low
diffraction power and very bad crystals, CuK,, (1.5418 A) radiation
was used for cell dimension determination and intensity mea-
surements; g = 212.0 cm™ F, = 1392,

Diffraction data were collected in the /26 flying step—scan
mode using a Philips PW 1100/16 automatic diffractometer,
graphite monochromated CuK™, radiation, and a crystal of di-
mensions 0.018 X 0.025 X 0.080 cm. Absorption corrections were
applied using the numerical integration method (transmission
coefficients 0.03-0.26). The structure was solved by the heavy-
atom method using the Enraf-Nonius SDP/V + 1'4 package on
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a PDP 11/60 computer. Full matrix refinement using 2074
reflections having 7 > 3 ¢ (1) converged to conventional agreement
factors R; and R, of 0.089 and 0.109 with anisotropic temperature
factors for the two tungsten atoms and the phosphorus atom and
isotropic ones for all other atoms. Hydrogen atoms were intro-
duced by their computed coordinates but not refined.

The structure (Figure 1)!° consists of discrete molecules linked
only by Van der Waals contacts and hydrogen bonds. Selected
geometrical details are given in the caption of Figure 1.

As already stated, the P-C,, double bond acts as a 4-electron
donor towards two W(CO); units in that complex.

Within experimental error, the P-C,; bond length (1.78 (1)
A) agrees with the only other value reported for an n?-phos-
phaalkene (1.773 (8) A in ref 13). The P-C,, single bond is
logically longer (1.81 (2) A) than the P-C,; double bond but the
difference is perhaps not significant in view of the poor data.

The C=C double bond is well localized between C,, and C,;
and, quite predictably, C,,—C,, is slightly shortened with respect
to the normal C—C bond found between C,; and C,,.
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(11 pages). Ordering information is given on any current
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Radiation-Induced Reduction of Thymidine in Aqueous Solution:
Isolation and Characterization of a Novel Dimeric Product [J. Am.
Chem. Soc. 1983, 105, 6740]. Ser-IcHI NISHIMOTO, HIROSHI IDE,
KixuMi NakaMIcHI, and Tsutomu KaGiya*

Page 6740, the caption to Figure 1 should read: '*C NMR (25
MHz) spectra of 5,5-bi-5,6-dihydrothymidine (2) with (a) com-
plete decoupling and (b) off-resonance decoupling in D,O at 20
°C. CD,CN (8¢n 119.5 ppm,*) was used as an internal standard
and the signal of the CD; (§ 1.7 ppm) is omitted in a and b.



