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Table 2. Final atomic coordinates and displacement parameters (in Az)

Atom Site x ¥ z Uiso
H1) 4a 0.74303) 0.4977(3) 04010(1) 0.036(8)
H?) 4a 0.5624(3) 0.4075(3) 04872(1) 0.025(7)
H(3) 4a 0.5989(3) 0.3444(2) 03603(1) 0.033(8)
H@)  4a 0.66093) 0.1836(2) 0.4563(1)  0.028(7)
HG)  4a 0.7961(3) 0.0956(3) 0.3884(1)  0.030(3)
H®6) 4a 0.5908(3) 0.1511(3) 0.3092(1) 0.06(1)
H?)  4a 0.6990(3) 0.0180(3) 0.2353(1) 0.048(9)
HSB) 4a 09747(3) 02349(3) 027312) 0.05(1)
HO) 4a 0.9883(3) 0.1380(3) 0.3247(2) 0.0%(1)
H(10) 4a 0.7821(3) 0.2969(3) 03114(1) 0.042(8)
H(11) 4a 0.8624(3) 0.2418(3) 0.4688(1) 0.035(8)
H(12) 4a 08129(4) 0.6301(3) 04768(2) 0.041(9)
H(3) 4a 0.6709%(4) 0.6585(3) 04596(2) 0.036(8)
H(4) 4a 0.6303(5) 0.5680(4) 0.6462(2) 0.11(2)
H(15) 4a 04846(5) 0.5931(4) 0638i(2) 0.16(3)
Source of material: see ref. 2. :Elg) x 8;7“8);(2) g-%ﬂ:) 3135:_3]{(? g-lgg)
: ; 17) . (5) .6605(4) . 3) .18(4)
The compound is called (S)Et in ref. 1. H(18) 4a 03021(5) 0.6926(4) 04517(3) 0.21(4)
H(20) da 0.2630(4) 0.1808(4) 04228(2) 0.12(2)
HZD) 4a 0.2320(4) 0.1616(4) 03527(2) 0.14(3)
Table 1. Parameters used for the X-ray data collection H(22) 4a 0.1882(4) 0.2776(4) 0.3859(2) 0.13(2)
HQ?3) 4a 04784(4) 0.0287(3) 04407(2) 0.06(1)
) HQ24) da 06111(4) -0.0254(3) 04578(2) 0.09(2)
Crystal: average diameter 0.75 mm HQS) 4a 0.4940(4) -0.1084(3) 0.4467(2) 0.05(1)
Wavelength: Mo Ku raflllauon (07 1073 A) H(26) 4a 03752(4) _0m35(5) 03074(2) 0. 10(2)
o 12.20 cm HQ7) 4a 0.3903(4) -0.1404(5) 03146(2) 0.18(3)
Diffractometer: Siemens-Stoe H(28) da 0.4567(4) -0.0748(5) 02596(2) 0.15(3)
Scan mode: /20 H(29) da 0.7078(5) -0.1800(4) 02972(2) 0.13(2)
ggm‘{rmmﬁ §g§ K HG0) 4a 0.6435(5) -0.2444(4) 03532(2) 0.14(2)
o s HGD 4a 0.7606(5) -0.1614(4) 03643(2) 0.10(2)
Criterion for Io: Io > 2 o(lo)
N(param)refined: 312 . .
Program: SHELXL-93 C21H3110sSi, orthorhombic, P2)2121 (No. 19), a=10.512(1) A,

b=11.333(1) A, ¢ =21.640(2) A, V=2578.0 A3, Z =4,
R(F)=0.024, Ru{( F ') =0.064, Flack x parameter = —-0.01(2).

Table 3. Final atomic coordinates and displacement parameters (in Ay

Atom Site x y z Un U2 Uss U2 Un Uz

I(1) 0.96542(2) 0.01479(2)  0.18758(1)  0.0546(1) 0.0540(1) 0.0518(1) 0.0100(1) 0.0181(1)  -0.0077(1)

4a
Si(1) 4a 0.57606(8) —0.04603(8)  0.35066(4)  0.0386(5) 0.0390(5) 0.0525(5)  —0.0096(3) 0.0082(4) —0.0056(4)
o(l) 4a 0.8033(2) 0.4042(2) 0.47214(9)  0.037(1) 0.036(1) 0.041(1) -0.0003(9) —0.0066(9) -0.0078(9)
C2) 4a 0.7172(3) 0.4849(3) 0.4440(1) 0.039(2) 0.034(1) 0.035(1) -0.001(1) -0.000(1) 0.001(1)
C3) 4a 0.5863(3) 0.4291(3) 0.4449(1) 0.035(2) 0.030(1) 0.034(1) 0.001(1) 0.001(1) 0.003(1)
C4) 4a 0.5868(3) 0.3206(2) 0.4035(1) 0.028(1) 0.033(1) 0.031(1) -0.005(1) 0.001(1) 0.004(1)
4a

C(4A) 0.6912(3) 0.2338(2) 0.4225(1) 0.030(1) 0.030(1) 0.032(1) -0.001(1) -0.001(1) 0.003(1)




4 C21H3110sSi

Table 3. (Continued)

Atom Site x y z Un [ 955) Uss U2 Uiz U
C(4b) 4a 0.7428(3) 0.1568(3) 0.3696(1) 0.027(1) 0.030(1) 0.036(1) 0.001(1) 0.003(1) -0.001(1)
C(5) 4a 0.6568(3) 0.0954(3) 0.3223(1) 0.033(1) 0.033(1) 0.036(2) —0.000(1) 0.000(1) —0.003(1)
C(6) 4a 0.7371(3) 0.0627(3) 0.2663(1) 0.044(2) 0.039(2) 0.035(2) -0.000(1) 0.004(1) —0.004(1)
(&y)} 4a 0.8567(3) 0.0934(3) 0.2588(1) 0.042(2) 0.036(2) 0.038(2) 0.005(1) 0.011(1) —0.002(1)
C(®) 4a 0.9281(3) 0.1795(3) 0.2986(2) 0.035(2) 0.043(2) 0.050(2) —0.004(1) 0.011(1) —0.003(1)
CBA) 4a 0.8320(3) 0.2438(3) 0.3377(1) 0.033(2) 0.033(1) 0.041(1) —-0.005(1) 0.004(1) 0.000(1)
0(9) 4a 0.8896(2) 0.3106(2) 0.3867(1) 0.037(1) 0.051(1) 0.051(1) -0.012(1) 0.008(1) -0.014(1)
COA) 4a 0.8158(3) 0.2954(3) 0.4414(1) 0.032(2) 0.035(1) 0.040(2) 0.000(1) —0.003(1) -0.001(1)
C(10) 4a 0.7263(4) 0.6006(3) 0.4787(2) 0.049(2) 0.034(2) 0.051(2) -0.004(1) —0.002(2) 0.001(1)
O(11) 4a 0.6897(2) 0.5838(2) 0.5426(1) 0.054(1) 0.039(1) 0.047(1) 0.007(1) —0.002(1) -0.007(1)
C12) 4a 0.5888(4) 0.6453(3) 0.5635(2) 0.049(2) 0.034(2) 0.063(2) -0.007(1) 0.000(2) -0.011(1)
O(13) 4a 0.5267(3) 0.71043) 0.5327(1) 0.068(2) 0.069(2) 0.081(2) 0.024(2) —0.004(2) —0.004(1)
C(14) 4a 0.5686(5) 0.6238(4) 0.6316(2) 0.081(3) 0.075(3) 0.063(2) 0.009(2) 0.019(2) —0.005(2)
O(15) 4a 0.4979(2) 0.5143(2) 0.41997(9) 0.038(1) 0.036(1) 0.047(1) 0.0065(8) -0.0018(8) 0.0004(9)
C(16) 4a 0.3877(3) 0.5307(3) 0.4514(2) 0.041(2) 0.033(2) 0.079%(2) 0.002(1) 0.001(2) —0.007(2)
O(17) 4a 0.3577(3) 0.4746(3) 0.4951(2) 0.067(2) 0.062(2) 0.114(2) 0.017(2) 0.045(2) 0.023(2)
C(18) 4a 0.3138(5) 0.6306(4) 0.4220(3) 0.057(3) 0.053(2) 0.105(4) 0.023(2) -0.011(3) —0.009(2)
o(19) 4a 0.4655(2) 0.2602(2) 041038(8) 0.028(1) 0.037(1) 0.0356(9) -0.0031(9) —0.0031(9) 0.0025(8)
C(20) 4a 0.3768(3) 0.2768(3) 0.3664(2) 0.035(2) 0.051(2) 0.045(2) 0.000(1) —0.006(1) 0.002(1)
O(21) 4a 0.3947(3) 0.3310(3) 0.3201(1) 0.053(2) 0.122(2) 0.057(2) -0.017(2) -0.020(1) 0.040(2)
C(22) 4a 0.2540(4) 0.2190(4) 0.3835(2) 0.036(2) 0.082(3) 0.076(3) —0.010(2) -0.013(2) 0.013(2)
C(23) 4a 0.5349(4) -0.0367(3) 0.4341(2) 0.078(3) 0.047(2) 0.062(2) ~0.015(2) 0.023(2) 0.004(2)
C(24) 4a 0.4322(4) -0.0690(5) 0.3022(2) 0.044(2) 0.093(3) 0.097(4) -0.021(2) —0.002(2) -0.029(3)
C(25) 4a 0.6852(5) —0.1734(4) 0.3401(2) 0.077(3) 0.046(2) 0.085(3) 0.008(2) 0.014(3) —0.001(2)
Acknowledgment. This work was supported by Prof. Dr. M. Binnewies. 3. Sheldrick, G. M.: SHELXS-86. Program for crystal structure determination.
University of Gottingen, Germany 1986.
References 4. Sheldrick, G. M.: SHELXL-93. Program for crystal structure refinement.

University of Gottingen, Germany 1993.
1. Breithor, M.; Herden, U.; Hoffmann, H. M. R.: Loss of Olefin Configura- S. Stoe: STRUX, program package for processing the data collected with the

tion in the Tandem, Radical Mediated 5-exo-trig, 6-endo-dig Cyclization. Stoe STADIA4 diffractometer. Darmstadt, Germany 1990.

Stereoselectivity, a -Trimethylsilyl Effect and the Product Spread. Tetra- 6. Spek, A. L.: PLATON, an integrated tool for the analysis of the results of

hedron, submitted. a single crystal structure determination. Acta Crystallogr. A46 Suppl.
2. Herden, U.: Radikalische Tandemcyclisierungen zur stereoselektiven (1990) C-34.

Synthese von Dioxatri-und Dioxatetracyclen: Aufbau quartirer Zentren.
Dissertation, Universitit Hannover, Germany 1995.



