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X-Ray Crystal Structure Data for a-Hydroxylactam 14
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Table 1. Crystal Data and Structure Refinement for o-Hydroxylactam 14

Empirical formula
Formula weight
Crystal system
Space group

Unit cell dimensions

Volume

y4

Density (calculated)

Wavelength

Temperature

F(000)

Absorption coefficient

Absorption correction

Max. and min. transmission
. Theta range for data collection

Reflections collected

Independent reflections

Data / restraints / parameters

wR(Fall data)

R(F obsd data)

Goodness-of-fit on F*

Observed data [I>20(1)]

Largest and mean shift / s.u.

Largest diff. Peak and hole

S48

C27 H43 N O3 Si

457.71

Triclinic

P-1

a=134402(13) A  «=91.911(2)F°
b=143073(13) A P =91.864(2°
c=14.3705(14) A v =106.914(2)°
2639.8(4) A

4

1.152 Mg/m®

0.71073 A

1332) K

1000

0.116 mm™*

Empirical

0.962 and 0.651

1.59 to 25.00°.

29009

9077 [R(int) = 0.0648]

9077/ 10/ 587

wR = 0.1373

R=0.0511

1.046

6065

0.000 and 0.000

0.506 and -0.554 e/A >



Table 2. Bond lengths [A] for o-Hydroxylactam- 14

Si(1A)-O(1A)
Si(1A)-C(26A)
O(1A)-C(2A)
C(2A)-C(9A)
C(24)-C(3A)
C(3A)-C(4A)
C(BA)-C(124)
C(4A)-0(104)
C(4A)-C(5A)
C(5A)-0(114)
C(5A)-N(6A)
N(6A)-C(13A)
N(6A)-C(7A)
C(7A)-C(124)
C(7A)-C(20A)
C(7A)-C(8A)
C(8A)-C(9A)
C(13A)-C(14A)
C(14A)-C(15A)
C(14A)-C(194)
C(15A)-C(16A)
C(16A)-C(17A)
C(17A)-C(18A)
C(18A)-C(19A)
C(20A)-C(21A)
C(21A)-C(22A)
C(23A)-C(25A)
C(23A)-C(24A)
C(26A)-C(28")
C(26A)-C(27A)
C(26A)-C(28A)
C(29A)-C(31A)
C(29A)-C(30A)
Si(1B)-O(1B)
Si(1B)-C(23B)

1.6433(18)

1.864(3)
1.431(3)
1.518(3)
1.522(3)
1.519(3)
1.525(3)
1.416(3)
1.524(3)
1.239(3)
1.355(3)
1.478(3)
1.498(3)
1.529(3)
1.535(3)
1.540(3)
1.528(3)
1.509(4)
1.385(4)
1.392(4)
1.384(4)
1.380(4)
1.376(4)
1.380(4)
1.499(4)
1.306(4)
1.525(4)
1.533(4)
1.484(4)
1.501(4)
1.505(3)
1.523(4)
1.553(4)
1.6519(18)
1.882(3)

S49

Si(1A)-C(23A)
Si(1A)-C(29A)
Si(1B)-C(29B)
Si(1B)-C(26B)
O(1B)-C(2B)
C(2B)-C(9B)
C(2B)-C(3B)
C(3B)-C(12B)
C(3B)-C(4B)
C(4B)-O(10B)
C(4B)-C(5B)
C(5B)-O(11B)
C(5B)-N(6B)
N(6B)-C(13B)
N(6B)-C(7B)
C(7B)-C(12B)
C(7B)-C(8B)
C(7B)-C(20B)
C(8B)-C(9B)
C(13B) C(14B)
C(14B)-C(15B)
C(14B)-C(19B)
C(15B)-C(16B)
C(16B)-C(17B)
C(17B)-C(18B)
C(18B)-C(19B)
C(20B)-C(21B)
C(21B)-C(22B)
C(23B)-C(25B)
C(23B)-C(24B)
C(26B)-C(27B)
C(26B)-C(28B)
C(29B)-C(31B)
C(29B)-C(30B)

1.879(3)
1.883(3)
1.883(3)
1.888(3)
1.436(3)
1.517(3)
1.531(3)
1.522(3)
1.526(3)
1.421(3)
1.520(3)
1.239(3)
1.356(3)
1.475(3)
1.496(3)
1.529(3)
1.541(3)
1.544(3)
1.530(3)
1.51003)
1.392(4)
1.393(4)
1.386(4)
1.378(4)
1.379(4)
1.387(4)
1.503(3)
1.306(4)
1.527(4)
1.533(4)
1.518(4)
1.563(4)
1.531(4)
1.536(3)



Table 3. Bond angles [A ] for o-Hydroxylactan 14

O(1A)-Si(1A)-C(26A)
O(1A)-Si(1A)-C(23A)
C(26A)-Si(1A)-C(23A)
O(1A)-Si(1A)-C(29A)
C(26A)-Si(1A)-C(294)
C(4A)-C(3A)-C(2A)
C(4A)-C(3A)-C(12A)
C(2A)-C(3A)-C(12A)
0(10A)-C(4A)-C(3A)
0(10A)-C(4A)-C(5A)
C(3A)-C(4A)-C(5A)
0(11A)-C(5A)-N(6A)
O(11A)-C(5A)-C(4A)
N(6A)-C(5A)-C(4A)
C(5A)-N(6A)-C(13A)
C(5A)-N(6A)-C(TA)
C(13A)-N(6A)-C(7A)
N(6A)-C(TA)-C(12A)
N(6A)-C(TA)-C(204)
C(12A)-C(7A)-C(20A)
N(6A)-C(TA)-C(8A)
C(12A)-C(TA)-C(8A)
C(20A)-C(7A)-C(8A)
C(9A)-C(8A)-C(TA)
C(2A)-C(9A)-C(8A)
C(3A)-C(12A)-C(7A)
N(6A)-C(13A)-C(14A)
C(15A)-C(14A)-C(19A)
C(15A)-C(14A)-C(13A)
C(19A)-C(14A)-C(13A)
C(16A)-C(15A)-C(14A)
C(17A)-C(16A)-C(15A)
C(18A)-C(17A)-C(16A)
C(17A)-C(18A)-C(19A)
C(18A)-C(19A)-C(14A)
C(21A)-C(20A)-C(7A)
C(22A)-C(21A)-C(20A)
C(25A)-C(23A)-C(24A)
C(25A)-C(23A)-Si(1A)
C(24A)-C(23A)-Si(1A)
C(28)-C(26A)-C(27A)

110.57(14)
100.41(11)
107.90(16)
111.19(11)
110.64(14)
113.5(2)
108.2(2)
110.0(2)
107.78(19)
108.12(19)
115.4(2)
121.2(2)
118.0(2)
120.8(2)
116.6(2)
123.0(2)
118.39(18)
108.14(18)
111.16(19)
109.53(19)
108.45(19)
109.1(2)
110.4(2)
112.4(2)
110.4(2)
110.16(19)
113.92)
118.3(3)
121.2(2)
120.4(2)
120.6(3)
120.4(3)
119.7(3)
120.03)
121.13)
115.6(2)
125.3(3)
110.6(3)
1163(2)
112.5(2)
122.5(5)
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C(23A)-Si(1A)-C(29A)
C(2A)-O(1A)-Si(1A)
O(1A)-C(2A)-C(9A)
O(1A)-C(2A)-C(3A)
C(9A)-C(2A)-C(3A)
C(27A)-C(26A)-Si(1A)
C(28A)-C(26A)-Si(1A)
C(31A)-C(29A)-C(30A)
C(31A)-C(29A)-Si(1A)
C(30A)-C(29A)-Si(1A)
O(1B)-Si(1B)-C(23B)
O(1B)-Si(1B)-C(29B)
C(23B)-Si(1B)-C(29B)
O(1B)-Si(1B)-C(26B)
C(23B)-Si(1B)-C(26B)
C(29B)-Si(1B)-C(26B)
C(2B)-O(1B)-Si(1B)
O(1B)-C(2B)-C(9B)
O(1B)-C(2B)-C(3B)
C(9B)-C(2B)-C(3B)
C(12B)-C(3B)-C(4B)
C(12B)-C(3B)-C(2B)
C(4B)-C(3B)-C(2B)
O(10B)-C(4B)-C(5B)
O(10B)-C(4B)-C(3B)

' C(5B)-C(4B)-C(3B)

O(11B)-C(5B)-N(6B)
O(11B)-C(5B)-C(4B)
N(6B)-C(5B)-C(4B)
C(5B)-N(6B)-C(13B)
C(5B)-N(6B)-C(7B)
C(13B)-N(6B)-C(7B)
N(6B)-C(7B)-C(12B)
N(6B)-C(7B)-C(8B)
C(12B)-C(7B)-C(8B)
N(6B)-C(7B)-C(20B)
C(12B)-C(7B)-C(20B)
C(8B)-C(7B)-C(20B)
C(9B)-C(8B)-C(7B)
C(2B)-C(9B)-C(8B)
C(3B)-C(12B)-C(7B)

115.69(13)
130.28(16)
111.02)
108.32(19)
111.8(2)
113.7(2)
118.03)
109.7(3)
116.5(2)
112.02)
103.14(10)
109.98(10)
111.33(12)
111.56(11)
112.60(12)
108.21(12)
125.65(16)
110.42)
109.65(19)
111.52)
108.2(2)
109.5(2)
113.4(2)
108.99(19)
106.88(19)
116.1(2)
121.4(2)
117.8(2)
120.8(2)
116.7(2)
122.9(2)
118.83(19)
108.30(19)
108.60(19)
109.6(2)
111.09(19)
109.3(2)
109.9(2)
112.2(2)
110.02)
110.0(2)




C(28")-C(26A)-C(28A)
C(27A)-C(26A)-C(28A)
C(28")-C(26A)-Si(1A)
C(19B)-C(14B)-C(13B)
C(16B)-C(15B)-C(14B)
C(17B)-C(16B)-C(15B)
C(16B)-C(17B)-C(18B)
C(17B)-C(18B)-C(19B)
C(18B)-C(19B)-C(14B)
C(21B)-C(20B)-C(7B)
C(22B)-C(21B)-C(20B)
C(25B)-C(23B)-C(24B)

36.6(5)

111.0(3)
123.6(4)
120.22)
120.3(3)
120.6(3)
119.8(3)
120.0(3)
120.7(3)
115.6(2)
125.1(3)
111.02)
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N(6B)-C(13B)-C(14B)
C(158)-C(14B)-C(19B)
C(15B)-C(14B)-C(13B)
C(25B)-C(23B)-Si(1B)
C(24B)-C(23B)-Si(1B)
C(27B)-C(26B)-C(28B)
C(27B)-C(26B)-Si(1B)
C(28B)-C(26B)-Si(1B)
C(31B)-C(29B)-C(30B)
C(31B)-C(29B)-Si(1B)
C(30B)-C(29B)-Si(1B)

114.7(2)
118.6(2)
121.2(2)
112.98(18)
114.14(18)
109.4(2)
114.5(2)
113.22(19)
109.7(2)
112.66(18)
114.78(18)



X-Ray Crystal Structure of Diol 32
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X-Ray Crystal Structure Data for a-Hydroxyimide 34
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Table 1. X-ray Data for a-~Hydroxyimide 34 at 295 K.

Formula
Formula weight
Crystal size (mm)
Crystal system
Space group

a(A)

b(3)

cd)

BO)

V(A3)

Z
dealc (g cm3)
(Mo Ko (em™D)
Absorption correction
Maximum 6 (*)
Unique reflections
Observed reflections
[1>3.00(D]
Number of variables
R
Ry

(AP)max (e A~3)
(Dr)min (¢ A-3)

S54

C25H45N058Si
467.727
0.16x0.32 x 0.60
monoclinic
P2i/c
16.643(4)
11.474(1)
14.896(3)
95.07(2)
2833.4(10)
4
1.096

1.087
none
25
4973
1014

290
0.055
0.034
0.18

-0.20



Table 2. Bond lengths (A) for a—Hydroxyimide 34.

Atom 1
Si
Si
Si
Si
03
04
06
013
014
014
N2
N2
N2
Cl1
Cl
C1
C3

Atom 2
06
C19
Cc22
C25

Distance
1.634(5)
1.88(1)
1.86(1)
1.87(1)
1.18(1)
1.41Q1)
1.441(9)
1.19¢1)
1.33(1)
1.47(1)
1.50(1)
1.41(1)
1.41(1)
1.51(1)
1.50(1)
1.56(1)
1.54(1)

Standard deviations are in parentheses.
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Atom 1

Cc4
(04]
C5
C6
C7
C10
Cl1
C15
C15
Cl15
C19
C19
C22
c22
C25
C25

Atom 2
C5
(&)
(o]
Cc7
C8
C11
Cl12
Cle
C17
C18
C20
C21
C23
C24
C26
Cc27

Distance
1.51(1)
1.54(1)
1.51(1)
1.53(1)
1.53(1)
1.53(1)
1.28(1)
1.50(2)
1.50(2)
1.52(1)
1.57(2)
1.53(2)
1.32(2)
1.53(1)
1.42(2)
1.56(2)



Table 3. Bond angles (deg) for o-Hydroxyimide 34.

Atom 1l Atom?2 Atom3 Angle Atoml Atom2Z Atom3 Angle
06 Si C19 112.4(4) 06 C6 C5 107.2(6)
06 Si C22 102.2(4) 06 Co c7 108.5(6)
06 Si C25 109.8(4) C5 C6 Cc7 111.4(6)
C19 Si C22 107.3(5) C6 C7 C8 113.7¢7)
C19 Si C25 110.1(5) C1 Cc8 Cc7 110.9(7)
Cc22 Si C25 115.0(5) Ci C9 Cs 110.1(7)
Si 06 Cé 127.0(5) Ci C10 Cl11 115.6(7)
C13 014 C15 121.6(6) C10 Ci11 Ci12 124(1)
Cl N2 C3 124.2(6) 013 C13 014 124.8(7)
C1 N2 C13 116.7(6) 013 C13 N2 125.3(8)
C3 N2 C13 115.0(6) 014 C13 N2 109.8(7)
N2 C1 C8 111.2(7) 014 C15 Ci6 110.9(7)
N2 C1 C9 107.3(6) 014 C15 C17 110.9(8)
N2 C1 C10 109.1(6) 014 C15 C18 102.9(7)
(o}] C1 C9 110.0(6) Clé C15 C17 112.2(9)
C8 C1 Ci0 110.7(7) Cl6 C15 C18 109.5(9)
(o] C1 C10 108.5(6) C17 C15 C18 110.1(9)
03 C3 N2 123.6(7) Si C19 C20 112.4(7)
03 C3 C4 122.5(7) Si C19 C21 115.0(7)
N2 C3 Cc4 113.8(6) C20 C19 c21 109.4(8)
04 C4 C3 108.2(6) Si Cc22 C23 120.9(9)
04 C4 C5 110.4(6) Si C22 C24 117.6(8)
C3 C4 C5 116.0(7) Cc23 c22 C24 111.6(9)
C4 C5 Cc6 112.2(7) Si C25 C26 120.6(9)
C4 C C9 106.8(6) Si C25 C27 109.8(8)
C6 C5 c9 113.0(7) T C26 C25 c27 115(1)

Standard deviations are in parentheses.
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