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SUPPLEMENTARY X-RAY DATA

(2RS, 3SR, 5SR)-5-Ethyl-3-iodo-2-phenyl-1-benzenesulfonylpyrrolidine 37k(i) (Figure 4))
(2RS, 3SR, 5SR)-5-Ethyl-3-iodo-2-phenyl-1-benzenesulfonylpyrrolidine 37k(i) (Figure 4)
Table 1.

Crystal data and structure refinement for C18H20INO2S (37k(i)).




Empirical formula
C18 H20 I N O2 S

Formula weight
441.31

Temperature
93(2) K

Wavelength
0.71073 A

Crystal system
Monoclinic

Space group
P2(1)/c

Unit cell dimensions
a = 12.577(4) A  alpha   = 90 deg.

B = 12.900(4) A  beta     = 119.06 (3)

c = 13.006(6) A gamma = 90 deg.




Volume
1844.5(12) A^3

Z
4

Density (calculated)
1.589 Mg/m^3

Absorption coefficient
1.858 mm^-1

F(000)
880

Crystal size
0.50 x 0.50 x 0.20 mm

Theta range for data collection
1.85 to 24.95 deg.

Index ranges
0<=h<=14, 0<=k<=15, -15<=1<=13

Reflections collected
3639

Independent reflections
3230 [R(int) = 0.0643]

Absorption correction
Semi-empirical from psi-scans

Max. and min. transmission
0.7075 and 0.5123

Refinement method
Full-matrix least-squares on F^2

Data / restraints / parameters
3159 / 0 / 210

Goodness-of-fit on F^2
0.944

Final R indices [I>2sigma(I)]
R1 = 0.0377, wR2 = 0.0992

R indices (all data)
R1 = 0.1726, wR2 – 0.2572

Extinction coefficient
0.0050 (14)

Largest diff. Peak and hole
0.570 and –0.565 e.A^-3

Table 2. Atomic coordinates ( x 10^4) and equivalent isotropic displacement parameters (A^2 x 10^3) for (37k(i)). U(eq) is defined as one third of the trace of the orthogonalized Uij tensor.


x
y
z
U(eq)

I(1)
3564(1)
4468(1)
895(1)
76(1)

S(1)
1487(1)
7365(1)
-2575(1)
41(1)

N(1)
1159(3)
6334(3)
-2051(3)
38(1)

O(1)
1918(3)
7000(3)
-3337(3)
55(1)

O(2)
440(3)
8021(3)
-3025(3)
58(1)

C(1)
2143(4)
5535(3)
-1518(4)
38(1)

C(2)
1917(4)
5086(4)
-536(4)
45(1)

C(3)
1412(5)
5966(4)
-165(4)
54(1)

C(4)
521(4)
6463(4)
-1337(4)
45(1)

C(5)
2706(4)
7992(3)
-1377(4)
42(1)

C(6)
3874(5)
7834(4)
-1180(5)
68(2)

C(7)
4841(6)
8273(5)
-193(7)
92(2)

C(8)
4647(7)
8852(6)
568(6)
82(2)

C(9)
3495(7)
9005(5)
363(6)
78(2)

C(10)
2486(5)
8589(4)
-621(4)
61(1)

C(11)
2077(4)
4735(3)
-2400(4)
37(1)

C(12)
3136(5)
4209(4)
-2175(5)
56(1)

C(13)
3092(6)
3451(5)
-2956(6)
72(2)

C(14)
2021(7)
3217(4)
-3937(5)
68(2)

C(15)
1003(6)
3727(4)
-4152(5)
61(2)

C(16)
1016(5)
4479(4)
-3388(4)
48(1)

C(17)
-718(5)
5923(4)
-1919(5)
59(1)

C(18)
-1599(5)
6348(5)
-3088(5)
73(2)

Table 3. Bond lengths [A} and angles [deg] for (37k(i)).

I(1)C(2)
2.155(5)

S(1)-O(1)
1.421(4)

S(1)-O(2)
1.430(3)

S(1)-N(1)
1.636(4)

S(1)-C(5)
1.764(5)

N(1)-C(1)
1.497(6)

N(1)-C(4)
1.503(6)

C(1)-C(11)
1.515(6)

C(1)-C(2)
1.550(6)

C(2)-C(3)
1.491(7)

C(3)-C(4)
1.526(7)

C(4)-C(17)
1.530(7)

C(5)-C(6)
1.378(7)

C(5)-C(10)
1.379(7)

C(6)-C(7)
1.390(9)

C(7)-C(8)
1.353(9)

C(8)-C(9)
1.354(10)

C(9)-C(10)
1.400(8)

C(11)-C(16)
1.369(7)

C(11)-C(12)
1.394(7)

C(12)-C(13)
1.392(8)

C(13)-C(14)
1.365(9)

C(14)-C(15)
1.342(8)

C(15)-C(16)
1.383(7)

C(17)-C(18)
1.485(8)




O(1)-S(1)-O(2)
119.9(2)

O(1)-S(1)-N(1)
106.3(2)

O(2)-S(1)-N(1)
106.4(2)

O(2)-S(1)-N(1)
106.4(2)

O(1)-S(1)-C(5)
107.8(2)

O(2)-S(1)-C(5)
108.8(2)

N91)-S(1)-C(5)
107.0(2)

C(1)-N(1)-C(4)
111.1(3)

C(1)-N(1)-S(1)
115.7(3)

C(4)-N(1)-S(1)
119.1(3)

N(1)-C(1)-C(11)
112.9(3)

N(1)-C(1)-C(2)
101.4(3)

C(11)-C(1)-C(2)
113.9(4)

C(3)-C(2)-C(1)
105.0(4)

C(3)-C(2)-I(1)
112.6(3)

C(1)-C(2)-I(1)
111.5(3)

C(2)-C(3)-C(4)
102.6(4)

N(1)-C(4)-C(3)
102.5(4)

N(1)-C(4)-C(17)
111.4(4)

C(3)-C(4)-C(17
112.4(4)

C(6)-C(5)-C(10)
121.0(5)

C(6)-C(5)-S(1)
119.1(4)

C(10)-C(5)-S(1)
119.8(4)

C(5)-C(6)-C(7)
119.1(6)

C(8)-C(7)-C(6)
120.8(6)

C(7)-C(8)-C(9)
119.5(6)

C(8)-C(9)-C(10)
122.1(6)

C(5)-C(10)-C(9)
117.4(6)

C(16)-C(11)-C(12)
118.4(4)

C(16)-C(11)-C(1)
123.0(4)

C(12)-C(11)-C(1)
118.5(4)

C(11)-C(12)-C(13)
119.6(5)

C(14)-C(13)-C(12)
120.6(5)

C(15)-C(14)-C(13)
119.6(5)

C(14)-C(15)-C(16)
121.1(6)

C(11)-C(16)-C(15)
120.7(5)

C(18)-C(17)-C(4)
114.4(5)




Symmetry transformations used to generate equivalent atoms: 

Table 4 Anisotropic displacement parameters (A^2 x 10^3) for (37k(i)). The anisotropic displacement factor exponent takes the form:

-2 pi^2 [ h^2 a*^2 U11 . . . 2 h k a* b* U12 ]


U11
U22
U33
U23
U13
U12

I(1)
65(1)
86(1)
57(1)
27(1)
14(1)
1(1)

S(1)
50(1)
33(1)
39(1)
2(1)
21(1)
-4(1)

N(1)
44(2)
31(2)
42(2)
1(2)
24(2)
-3(2)

0(1)
75(2)
54(2)
50(2)
-4(2)
41(2)
-11(2)

0(2)
56(2)
44(2)
62(2)
13(2)
19(2)
10(2)

C(1)
39(2)
33(2)
38(2)
1(2)
15(2)
-4(2)

C(2)
45(3)
47(3)
38(2)
2(2)
16(2)
-7(2)

C(3)
73(4)
49(3)
48(3)
1(2)
35(3)
-4(3)

C(4)
57(3)
34(2)
59(3)
-1(2)
39(2)
2(2)

C(5)
53(3)
32(2)
43(2)
0(2)
24(2)
-7(2)

C(6)
60(3)
68(4)
81(4)
-20(3)
39(3)
-14(3)

C(7)
55(4)
94(5)
109(5)
-20(5)
26(4)
-22(4)

C(8)
74(5)
92(5)
63(4)
-24(3)
19(3)
-33(4)

C(9)
114(6)
62(4)
67(4)
-26(3)
52(4)
-21(4)

C(10)
69(4)
49(3)
66(3)
-12(3)
35(3)
-10(3)

C(11)
42(2)
32(2)
46(2)
5(2)
28(2)
0(2)

C(12)
57(3)
56(3)
60(3)
1(2)
34(3)
7(2)

C(13)
79(4)
70(4)
82(4)
18(3)
52(4)
29(3)

C(14)
110(5)
50(3)
633)
2(3)
55(4)
15(3)

C(15)
83(4)
46(3)
52(3)
-7(2)
30(3)
-11(3)

C(16)
54(3)
45(3)
45(2)
-6(2)
25(2)
-5(2)

C(17)
58(3)
56(3)
77(4)
-1(3)
45(3)
-3(3)

C(18)
55(3)
83(4)
78(4)
5(3)
31(3)
8(3)



Selected torsion angles (37k(i))

51.72 (0.33)
01 – S1 – N1 – C1

-179.45(0.29)
02 – S1 – N1 – C1

-63.22 (0.34) 
C5 – S1 – N1 – C1

-171.94 (0.32)
01 – S1 – N1 – C4

-43.10 (0.36)
02 – S1 – N1 – C4

73.12 (0.36)
C5 – S1 – N1 – C4

130.15 (0.37)
C4 – N1 – C1 – C11

-90.13 (0.37)
S1 – N1 – C1 – C11

7.88 (0.43)
C4 – N1 – C1 – C2

147.60 (0.30)
S1 – N1 – C1 – C2

-30.93 (0.45)
N1 – C1 – C2 – C3

-152.52 (0.39)
C11 – C1 – C2 – C3

-153.13 (0.27)
N1 – C1 – C2 – I1

85.28 (0.41)
C11 – C1 – C2 – I1

42.33 (0.49)
C1 – C2 - C3 – C4

163.80 (0.31)
I1 – C2 – C3 – C4

17.16 (0.45)
C1 – N1 – C4 – C3

-121.03 (0.34)
S1 – N1 – C4 – C3

-103.25 (0.43)
C1 – N1 – C4 – C17

118.56 (0.38)
S1 – N1 – C4 – C17

-36.01 (0.47)
C2 – C3 – C4 – N1

83.72 (0.50)
C2 – C3 – C4 – C17

-15.57 (0.47)
01 – S1 - C5 – C6

-147.02 (0.42)
02 – S1 – C5 – C6

98.37 (0.43)
N1 – S1 – C5 – C6

167.64 (0.38)
01 – S1 -  C5 – C10

36.19 (0.44)
02 – S1 – C5 – C10

-78.43 (0.41)
N1 – S1 – C5 - C10

0.90 (0.83)
C10 – C5 – C6 – C7

-175.85 (0.48)
S1 – C5 – C6 – C7

-0.15 (1.01)
C5 – C6 – C7 – C8

-0.04 (1.10)
C6 – C7 – C8 – C9

-0.52 (1.07)
C7 – C8 – C9 – C10

-1.40 (0.76)
C6 – C5 – C10 – C9

175.33 (0.42)
S1 – C5 – C10 – C9

1.22 (0.91)
C8 – C9 – C10 – C5

-26.63 (0.56)
N1 – C1 – C11 – C16

88.35 (0.51)
C2 – C1 – C11 – C16

155.70 (0.39)
N1 – C1 – C11 – C12

-89.32 (0.50)
C2 – C1 – C11 – C12

0.49 (0.70)
C16 – C11 – C12 – C13

178.27 (0.44)
C1 – C11 – C12 – C13

-0.19 (0.82)
C11 – C12 – C13 – C14

0.39 (0.87)
C12 – C13 – C14 – C15

-0.89 (0.83)
C13 – C14 – C15  - C16

-0.99 (0.68)
C12 – C11 – C16 – C15

-178.66 (0.42)
C1 – C11 – C16 – C15

1.22 (0.76)
C14 – C15 – C16 – C11

-62.90 (0.56)
N1 –C4 – C17 – C18

-177.31 (0.45)
C3 – C4 – C17 – C18




