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SUPPLEMENTARY X-RAY DATA

(2RS, 3SR, 5SR)-2-Butyl-5-ethyl-3-iodo-1-p-toluenesulfonylpyrrolidine 37f (Figure 2)
(2RS, 3SR, 5SR)-2-Butyl-5-ethyl-3-iodo-1-p-toluenesulfonylpyrrolidine 37f (Figure 2)

Table 1

Crystal data and structure refinement for C17H26IN02S (37f)

Empirical formula
C17 H26 I N 02 S

Formula weight
435.35

Temperature
293 (2) K

Wavelength
0.71069 A

Crystal system
Orthorhombic

Space group
Pba2 (1) (No. 29)

Unit cell dimensions
a = 5.481 (2) A

b = 14.469 (3) A

c = 16.866 (5) A




Volume
3778 (2) A^3

Z
8

Density (calculated)
1.531 Mg/m^3

Adsorption coefficient
1.812 mm^-1

F (000)
1760

Crystal size
0.26 x 0.18 x 0.15 mm

Theta range for data collection
1.93 to 24.99 deg.

Index ranges
-17<=h<=18, -15<=k<=16, -18<=1<=15

Reflections collected
15269

Independent reflections
5378 [R(int) = 0.0761]

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

Data / restraints / parameters
5378 / 43 / 403

Goodness-of-fit on F^2
1.043

R* indices (all 5378 data)
R1 = 0.0588, wR2 = 0.1252

R* indices

[for 4625 data with I>2sigma(I)]
R1 = 0.0518, wR2 = 0.1233

Absolute structure parameter
-01 (3)

Largest diff. peak and hole
1.834 and –0.801 e.A^-3

*R1 = Sigma ( (Fo) – (Fc) )/Sigma (Fo) ;

wR2 = [Sigma(w(Fo^2) + Fc^2) ^2)/Sigma (w(Fo^2) ^2)] ^0.5;

w = 1/[sigma^ 2(Fo^ 2) + (0.0635*P], where P = [Max(Fo^2) + 2*Fc^2]/3.

Table 2

Atomic coordinates ( x 10^4) and equivalent isotropic displacement parameters (A^2 x 10^3) for C17H26INO2S (37f)

U(eq) is defined as one third of the trace of the orthogonalized Uij tensor.


x
y
z
U(eq)

I(1)
516(1)
2196(1)
3(1)
25(1)

S(1)
-851 (2)
4034(2)
-1725(1)
22(1)

0(1)
-617(5)
4310(5)
-2505(3)
29(2)

0(2)
-1692(4)
4240(5)
-1431(4)
31(2)

N(1)
-739(5)
2930(5)
-1693(4)
14(2)

C(1)
-1131(7)
2406(7)
-1005(5)
19(2)

C(2)
-439(5)
1680(6)
-830(5)
17(2)

C(3)
-10(7)
1502(7)
-1628(5)
22(2)

C(4)
48(6)
2448(7)
-2019(6)
18(2)

C(5)
-2009(6)
2009(7)
-1264(6)
20(2)

C(6)
-2516(6)
1489(7)
-628(6)
20(2)

C(7)
-3454(6)
1393(7)
-835(6)
23(2)

C(8)
-3941(7)
655(8)
-358(6)
30(3)

C(9)
91(7)
2413(7)
-2907(6)
20(2)

C(10)
-718(8)
2032(9)
-3312(7)
42(3)

C(11)
-106(6)
4523(7)
-1056(5)
18(2)

C(12)
-353(7)
4730(7)
-285(6)
26(3)

C(13)
230(8)
5112(8)
237(6)
34(3)

C(14)
1085(7)
5303(7)
0(7)
34(2)

C(15)
1326(6)
5116(7)
-778(6)
30(2)

C(16)
723(6)
4717(7)
-1310(6)
21(2)

C(17)
1712(9)
5732(9)
545(7)
48(3)

I(1')
2460(1)
3253(1)
-3225(1)
37(1)

S(1')
3925(2)
948(2)
-1919(1)
16(1)

0(1')
4721(4)
781(5)
-2327(4)
24(2)

0(2')
3781(4)
505(5)
-1177(3)
24(2)

N(1')
3869(5)
2047(5)
-1770(4)
15(2)

C(1')
4176(7)
2686(7)
-2430(5)
17(2)

C(2')
3506(8)
3477(7)
-2395(5)
24(2)

C(3')
3199(6)
3271(7)
-1566(6)
25(2)

C(4')
3123(6)
2450(7)
-1324(5)
17(2)

C(5')
5108(6)
2985(7)
-2275(6)
19(2)

C(6')
5440(7)
3592(8)
-2957(6)
27(2)

C(7')
6431(1)
3558(9)
3017(7)
43(3)

C(8')
6767(9)
2656(10)
-3325(8)
60(4)

C(9')
3162(7)
2314(8)
-441(6)
29(3)

C(10')
4028(7)
2483(8)
-33(7)
34(3)

C(11')
3083(6)
613(7)
-2555(5)
10(2)

C(12')
2278(6)
417(7)
-2238(6)
15(2)

C(13')
1597(7)
175(7)
-2734(5)
20(2)

C(14')
1697(7)
196(7)
3551(5)
20(2)

C(15')
2497(7)
424(7)
-3852(6)
22(2)

C(16')
3182(6)
616(6)
-3364(5)
16(2)

C(17')
939(7)
-20(9)
-4073(6)
33(3)

Table 3

Bond lengths (A) and angles [deg] for C17H26INO2S (37f).

I(1)-C(2)
2.172(9)
S(1)-O91)
1.422(7)

S(1)-0O(2)
1.424(7)
S(1)-N(1)
1.608(8)

S(1)-C(11)
1.762(10)
N(1)-C(4)
1.507(12)

N(1)-C(1)
1.513(11)
C(1)-C(2)
21.529(13)

C(1)-C(5)
1.538(13)
C(2)-C(3)
1.522(13)

C(3)-C(4)
1.522(13)
C(4)-C(9)
1.50(2)

C(5)-C(6)
1.527(13)
C(6)-C(7)
1.500(13)

C(7)-C(8)
1.535(14)
C(9)-C(10)
1.53(2)

C(11)-C(16)
1.382(14)
C(11)-C(12)
1.388(12)

C(12)-C(13)
1.38(2)
C(13)-C(14)
1.41(2)

C(14)-C(15)
1.39(2)
C(14)-C(17)
1.47(2)

C(15)-C(16)
1.418(14)








I(1')-C(2')
2.165(11)
S(1')-O(2')
1.424(6)

S(1')-O(1')
1.431(7)
S(1')-N(1')
1.612(8)

S(1')-C(11')
1.757(9)
N(1')-C(4')
1.496(11)

N(1')-C(1')
1.523(11)
C(1')-C(5')
1.529(14)

C(1')-C(2')
1.55(2)
C(2')-C(3')
1.477(14)

C(3')-C(4')
1.536(14)
C(4')-C(9')
1.504(13)

C(5')-C(6')
1.535(14)
C(6')-C(7')
1.537(14)

C(7')-C(8')
1.50(2)
C(9')C(10')
1.53(2)

C(11')-C(16')
1.374(12)
C(11')-C(12')
1.386(13)

C(12')-C(13')
1.390(14)
C(13')-C(14')
1.388(12)

C(14')-C(15')
1.380(14)
C(14')-C(17')
1.499(14)

C(15')-C(16')
1.370(13)








0(1)-S(1)-O(2)
119.7(4)
0(1)-S(1)-N(1)
106.4(4)

0(2)-S(1)-N(1)
107.2(4)
0(1)-S(1)-C(11)
108.2(5)

0(2)-S(1)-C(11)
107.0(4)
N(1)-S(1)-C(11)
107.9(4)

C(4)-N(1)-C(1)
111.8(7)
C(4)-N(1)-S(1)
122.4(6)

C(1)-N(1)-S(1)
118.7(6)
N(1)-C(1)-C(2)
102.2(7)

N(1)-C(1)-C(5)
108.9(7)
C(2)-C(1)-C(5)
114.7(8)

C(3)-C(2)-C(1)
104.(8)
C(3)-C(2)-I(1)
109.4(6)

C(1)-C(2)-I(1)
111.5(6)
C(4)-C(3)-C(2)
104.9(8)

C(9)-C(4)-N(1)
114.5(8)
C(9)-C(4)-C(3)
113.9(8)

N(1)-C(4)-C(3)
102.2(7)
C(6)-C(5)-C(1)
116.1(8)

C(7)-C(6)-C(5)
112.3(8)
C(6)-C(7)-C(8)
114.7(8)

C(4)-C(9)-C(10)
115.0(8)
C(16)-C(11)-C(12)
120.3(9)

C(16)-C(11)-S(1)
119.4(7)
C(12)-C(11)-S(1)
120.4(8)

C(13)-C(12)-C(11)
120.3(11)
C(12)-C(13)-C(14)
120.9(10)

C(15)-C(14)-C(13)
118.8(10)
C(15)-C(14)-C(17)
119.6(10)

C(13)-C(14)-C(17)
121.6(11)
C(14)-C(15)-C(16)
120.0(9)

C(11)-C(16)-C(15)
119.8(9)








0(2')-S(1')-0(1')
118.8(4)
0(2')-S(1')-N(1')
107.4(4)

0(1')-S(1')-N(1')
106.8(4)
0(2')-S(1')-C(11')
107.2(4)

0(1')-S(1')-C(11')
107.4(4)
N(1')-S(1')-C(11')
109.1(4)

C(4')-N(1')-C(1')
111.8(7)
C(4')-N(1')-S(1')
120.3(6)

C(1')-N(1')-S(1')
117.9(6)
N(1')-C(1')-C(5')
110.0 (7)

N(1')-C(1')-C(2')
102.2(7)
C(5')-C(1')-C(2')
114.7(9)

C(3')-C(2')-C(1')
104.4(8)
C(3')-C(2')-I(1')
111.8(7)

C(1')-C(2')-I(1')
111.5(6)
C(2')-C(3')-C(4')
106.3(8)

N(1')-C(4')-C(4')-C(9')
114.6(8)
N(1')-C(4')-C(3')
100.6(7)

C(9')-C(4')-C(3')
112.7(8)
C(1')-C(5')-C(6')
110.5(8)

C(5')-C(6')-C(7')
111.4(9)
C(8')-C(7')-C(6')
113.4(11)

C(4')-C(9')-C(10')
117.4(10)
C(16')-C(11')-C(12')
119.0(9)

C(16')-C(11')-S(1')
121.(7)
C(12')-C(11')-S(1')
119.2(6)

C(11')-C(12')-C(13')
120.1(9)
C(14')-C(13')-C(12')
120.5(10)

C(15')-C(14')-C(13')
118.1(9)
C(15')-C(14')-C(17')
122.4(9)

C(13')-C(14')-C(17')
119.5(10)
C(16')-C(15')-C(14')
121.5(9)

C(15')-C(16')- C(11')
120.6(9)



Symmetry transformations used to generate equivalent atoms:

Table 4

Anisotropic displacement parameters (A^2 x 10^3) for C17H26INO2S (37f).

The anistotropic 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)
21(1)
28(1)
27(1)
2(1)
-4(1)
1(1)

S(1)
15(1)
15(1)
36(2)
3(1)
-1(1)
1(1)

0(1)
36(5)
24(5)
26(4)
8(3)
-11(3)
5(4)

0(2)
15(3)
22(4)
57(4)
-1(3)
2(3)
9(3)

N(1)
10(3)
14(3)
19(3)
2(2)
2(2)
1(2)

C(1)
23(6)
11(5)
23(5)
2(4)
3(4)
-6(4)

C(2)
14(5)
14(5)
23(5)
2(4)
0(4)
3(4)

C(3)
25(6)
20(6)
19(5)
0(4)
7(4)
-3(5)

C(4)
6(5)
16(6)
32(6)
-5(4)
7(4)
-2(4)

C(5)
11(5)
16(6)
33(6)
2(4)
5(4)
-8(4)

C(6)
14(5)
22(6)
24(6)
4(5)
2(4)
-9(5)

C(7)
13(5)
28(6)
27(6)
3(4)
-2(4)
-3(4)

C(8)
27(7)
31(7)
33(6)
-3(5)
4(4)
-11(6)

C(9)
18(6)
20(6)
24(6)
6(4)
5(4)
0(5)

C(10)
44(7)
51(8)
30(6)
-6(6)
-2(5)
-3(6)

C(11)
19(3)
15(3)
21(3)
0(2)
0(2)
-4(3)

C(12)
24(6)
16(6)
38(7)
3(4)
9(4)
2(5)

C(13)
58(9)
26(7)
17(6)
-5(4)
1(5)
-12(6)

C(14)
48(7)
25(6)
28(6)
-1(6)
-3(7)
5(5)

C(15)
19(5)
31(6)
40(6)
2(6)
-2(5)
9(5)

C(16)
25(6)
15(6)
24(6)
0(4)
2(4)
4(5)

C(17)
66(10)
27(8)
50(8)
-5(5)
-10(7)
-9(7)

I(1')
30(1)
36(1)
44(1)
3(1)
-18(1)
2(1)

S(1')
10(1)
15(1)
24(1)
1(1)
-2(1)
1(1)

0(1')
8(3)
24(4)
40(4)
2(3)
2(3)
2(3)

0(2')
23(4)
27(4)
21(4)
7(3)
-9(3)
4(4)

N(1')
12(4)
13(4)
19(4)
0(3)
4(3)
-1(3)

C(1')
15(5)
17(6)
18(5)
6(4)
-1(4)
-2(4)

C(2')
32(6)
14(6)
27(6)
-1(4)
3(5)
-5(5)

C(3')
14(6)
27(7)
34(6)
-2(4)
0(4)
2(5)

C(4')
8(5)
18(6)
25(6)
-5(4)
2(4)
0(4)

C(5')
11(5)
20(6)
26(5)
0(4)
2(4)
-7(5)

C(6')
20(6)
27(6)
34(6)
1(5)
0(4)
-4(5)

C(7')
19(6)
53(9)
57(9)
16(6)
8(5)
4(6)

C(8')
35(8)
82(12)
63(9)
9(8)
21(7)
20(8)

C(9')
31(7)
26(7)
28(6)
-1(4)
10(5)
1(5)

C(10')
36(6)
44(7)
22(5)
-4(6)
-5(6)
-5(5)

C(11')
5(3)
9(3)
15(3)
0(1)
0(2)
-1(3)

C(12')
11(3)
17(3)
16(3)
-1(2)
0(2)
0(2)

C(13')
18(3)
21(3)
21(3)
-3(3)
-1(3)
-4(3)

C(14')
25(6)
10(5)
26(6)
-4(4)
-1(4)
-4(5)

C(15')
31(6)
18(6)
16(5)
-1(4)
2(4)
0(5)

C(16')
11(5)
11(5)
27(6)
-2(4)
7(4)
0(4)

C(17')
33(7)
38(7)
29(6)
-2(5)
-6(5)
-5(6)

Table 5

Hydrogen coordinates ( x 10^4) and isotropic displacement parameters (A^2 x 10^3) for C17H26IN02S (37f).


x
y
z
U(iso)

H(1)
-1205(7)
2816(7)
-548(5)
23

H(2)
-705(5)
1112(6)
-628(5)
20

H(3A)
561(7)
1238(7)
-1556(5)
126

H(3B)
-354(7)
1083(7)
-1946(5)
26

H(4)
565(6)
2764(7)
-1821(6)
22

H(5A)
-2364(6)
2515(7)
-1455(6)
24

H(5B)
-1912()
1594(7)
-1706(6)
24

H(6A)
-2268(6)
878(7)
-561(6)
24

H(6B)
-2464(6)
1814(7)
-128(6)
24

H(7A)
-3501(6)
1245(7)
-1395(6)
27

H(7B)
-3735(6)
1985(7)
-753(6)
27

H(8A)
-4533(13)
636(34)
-527(29)
45

H(8B)
-3917(38)
806(27)
196(7)
45

H(8C)
-3678(28)
63(11)
-445(32)
45

H(9A)
580(7)
2034(7)
-3059(6)
24

H(9B)
196(7)
3032(7)
-3104(6)
24

H(10A)
-654(23)
2078(52)
-3877(7)
62

H(10B)
-1213(11)
2382(34)
-3147(36)
62

H(10C)
-795(29)
1396(16)
-3167(38)
62

H(12)
-916(7)
4609(7)
-120(6)
31

H(13)
57(8)
4245(8)
753(6)
40

H(15)
1882(6)
5254(7)
-950(6)
36

H(16)
885(6)
4585(7)
-1829(6)
26

H(17A)
1438(17)
5853(55)
1045(18)
72

H(17B)
1915(43)
6303(30)
322(24)
72

H(17C)
2191(27)
5321(26)
623(40)
72

H(1')
4138(7)
2368(7)
-2942(5)
20

H(2')
3789(8)
4067(7)
-2510(5)
29

H(3'A)
2642(6)
3775(7)
-1525(6)
30

H(3'B)
3606(6)
3790(7)
-1224(6)
30

G(4')
2582(6)
2194(7)
-1530(5)
21

H(5'A)
5472(6)
2442(7)
-2224(6)
23

H(5'B)
5137(6)
3327(7)
-1781(6)
23

H(6'A)
5257(7)
4225(8)
-2871(6)
32

H(6'B)
5190(7)
3381(8)
-3452(6)
32

H(7'A)
6624(7)
4051(9)
-3364(7)
52

H(7'B)
6675(7)
3669(9)
-2496(7)
52

H(8'A)
7379(14)
2621(31)
-3235(55)
90

H(8'B)
6653(59)
2612(33)
-3883(15)
90

H(8'C)
6486(48)
2156(10)
-3053(43)
90

H(9'A)
2985(7)
1684(8)
-327(6)
34

H(9'B)
2738(7)
2720(8)
-200(6)
34

H(10D)
4417(16)
1986(24)
-156(34)
51

H(10E)
3944(10)
2513(50)
530(8)
51

H(10F)
4269(22)
3055(23)
217(31)
51

H(12')
2192(6)
448(7)
-1693(6)
18

H(13')
1071(7)
-3(7)
-2516(5)
24

H(15')
2574(7)
449(7)
-4399(6)
26

H(16')
3719(6)
749(6)
-3583(5)
20

H(17D)
418(8)
1(51)
-3765(11)
50

H(17E)
1008(24)
-627(20)
-4295(34)
50

H(17F)
907(28)
426(29)
-4493(25)
50

