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Crystal structure of (1R,2S5,3R,55)-2-(dimethylphenylsilyl)-
6-oxobicyclo[3.2.0]hept-3-yl acetate, C;7;H;,0;Si
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Table 1. Data collection and handling.

Crystal: colourless, parallelipiped,
size 0.12 % 0.16 x 0.24 mm
012 Wavelength: Cu K radiation (1.54178 &)
18 13.04 cm™
Diffractometer, scan mode: Huber, 6/20
20max: 135.08°
N(hkDmeasured, N(tkl)unique: 3303, 3000
Criterion for Fobs, N(hkl)g:: Fobs > 2 6(Fobs), 2892
N(param)refined: 249
Programs: SHELXS-86 [3], SHELXL-93 (4],
\ PLUTO [5]
\ "
— C20
“c14 Si13 \‘%\,\ 2
/ R C15 \ Table 2. Atomic coordinates and displacement parameters (in A®).
1 \ C 10
- C15 Atom Site X y k4 Uiso
/ c17 \\'\\\\
C18 \ H(11A) 4a 0.2144(3) 0.4490(3) 0.4678(2) 0.093(2)
H(11B) 4a 0.1722(3) 0.5720(3) 0.5104(2) 0.093(2)
H(11C) 4a 0.0840(3) 0.4929(3) 0.4476(2) 0.093(2)
Abstract HD  4a 0.349(3)  0.096(3)  0.7582)  0.093(2)
Ci7Hx2038i, orthorhombic, P21212 (No. 19),a= 11221(D A, [ S GhE tiem o
=11. A c=131652) A, V=16635A% Z=4 ' : ' '
b=11.261(1) A, ¢ ! , ) , H(4A) 4a 0.154(3)  0305(3) 0.851(3)  0.093(2)
Rgt(F) =0.035, wR(F~)=0.105, T=293 K. H(4B) 4a 0.204(3) 0.411(3) 0.794(3) 0.093(2)
H(5) 4a 0.354(3) 0.260(3) 0.865(3) 0.093(2)
. H(7A) 4a 0.496(3) 0.166(3) 0.663(2) 0.093(2)
Source of material . . H(7B) 4a 0401(3)  0227(3) 0.593(3)  0.093(2)
Enal’ltlopure (1R,2S,3R,SS)'2'(dlmethylheﬂylsllyl)-6-0x0- H(14A) 4a -0.041(3) 0.143(3) 0.559(2) 0.093(2)
bicyclo[3.2.0]hept-3-yl acetate has been synthesized by an H(14B) 4a -0.025(3) 0.0333) 0.631(3)  0.093(2)
allylmetallation/intramolecular [2+2] cycloaddition sequence H(14C) 4a -00193)  0.001(3)  0499(3)  0.093(2)
[1]. H(15A) 4a 0.314(3) 0.117(3) 0.452(2) 0.093(2)
H(15B) 4a 0.196(3) 0.092(3) 0.393(3) 0.093(2)
. . H(15C) 4a 0.209(3) 0.192(3) 0.441(3) 0.093(2)
Discussion H17) 4a 0.367(3) -0.092(3) 0.488(3) 0.093(2)
The configuration at the four stereogenic centers is 1R,25,3R,5S. H(18) 4a 0443(3) -0.265(3) 0.5303) 0.093(2)
The 5-membered ring adopted an envelope conformation ACs(c3) 38(9); ja g%;g; igg?g; ggigg; 883;%
_ ° : : : : a 8 3 X X
=3.2°[2]. The cyoclobutanone is planar with endocyclic torsion HQD 4 01313) 01313)  0711(3)  0.093(2)
angles less than 2°.
Table 3. Atomic coordinates and displacement parameters (in A?,
Atom Site X y z Un Uz Uss U2 Uiz Uz
cl)  4a 03276(2)  0.1598(2)  0.7304(2)  0.064(1) 0.040109)  0.053(1) 0.0091¢9)  —0.005(1) 0.0016(8)
0] 4q 0.1993(2)  0.1460(2)  0.6920(2)  0.059(1) 0.0412(9)  0.0460(9) -0.0019(8)  0.0049%(8)  0.0041(7)
Cc@3) 4a 0.1436(2)  02688(2)  0.7026(2)  0.057(1) 0.050(1) 0.050(1) 0.0056(8)  0.0081(8)  0.0053(8)
C@)  4a 02006(2)  03231(2)  07966(2)  0.086(2) 0.054(1) 0.050(1) 0.013(1) 0.007(1)  -0.0031(9)
C(5) 4a 0.3259(2) 0.2722(2) 0.8002(2) 0.081(1) 0.049(1) 0.048(1) 0.006(1) -0.011(1) -0.0024(8)
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Table 3. Continued.

Atom Site x y 2z Uit U Ua U2 Ui Uz

C(6) 4a 0.4134(2) 0.3303(2) 0.7280(2) 0.065(1) 0.054(1) 0.076(2) 0.000(1) -0.012(1) 0.002(1)
(7 4a 0.4203(2) 0.2206(2) 0.6608(2) 0.059(1) 0.067(1) 0.067(1) 0.000(1) 0.000(1) -0.007(1)
O(8) 4a 0.4575(2) 0.4260(2) 0.7244(2) 0.103(2) 0.055(1) 0.120(2) -0.014(1) -0.012(1) 0.003(1)
0O(9) 4a 0.1751(1) 0.3378(1) 0.6125(1) 0.0561(7) 0.0491(7) 0.0551(7) 0.0063(6) 0.0023(6) 0.0092(6)
C(10) 4a 0.1078(2) 0.4330(2) 0.5912(2) 0.055(1) 0.051(1) 0.073(1) 0.0014(9) -0.0097(9) 0.010(1)
C(11) 4q 0.1482(3) 0.4920(3) 0.4957(2) 0.085(2) 0.067(1) 0.083(2) -0.009(1) -0.014(1) 0.023(1)
0(12) 4a 0.0271(2) 0.4651(2) 0.6439(2) 0.075(1) 0.078(1) 0.111(2) 0.027(1) 0.012(1) 0.024(1)
Si(13)  4a 0.16818(5) 0.06017(5)  0.57140(4)  0.0589(3) 0.0454(3) 0.0515(3) —0.0073(2) -0.0002(2) 0.0021(2)
C(14) 4a 0.0019(2) 0.0527(3) 0.5606(3) 0.063(1) 0.084(2) 0.095(2) -0.010(1) -0.013(1) 0.006(2)
C(15) 4a 0.2302(3) 0.1234(3) 0.4518(2) 0.101(2) 0.067(1) 0.052(1) -0.011(1) 0.006(1) 0.003(1)
C(16) 4a 0.2324(2) —0.0918(2) 0.5943(2) 0.069(1) 0.045(1) 0.057(1) -0.0067(9) -0.0068(9) —0.0081(8)
C(17) 4a 0.3302(2) -0.1337(2) 0.5410(2) 0.073(1) 0.063(1) 0.072(1) -0.002(1) -0.009(1) -0.014(1)
C(18) 4a 0.3812(3) -0.2426(3) 0.5644(3) 0.090(2) 0.074(2) 0.095(2) 0.020(1) -0.028(2) -0.031(2)
C(19) 4a 0.33474) -03111(2) 0.6412(3) 0.139(3) 0.053(1) 0.096(2) 0.023(2) -0.047(2) -0.020(2)
C(20) 4a 0.2401(4) -0.2711(2) 0.6951(3) 0.161(3) 0.053(2) 0.083(2) -0.005(2) -0.016(2) 0.007(1)
c2l) 4a 0.1875(3) -0.1626(2) 0.6717(2) 0.110Q2) 0.052(1) 0.075(2) -0.006(1) 0.006(2) 0.001(1)
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