Appendix 2


Appendix 2:  X-ray diffraction data for compound 61.
Table 1:  Crystal data and structure refinement for 61.

Empirical formula 
C12 H17 N O5 S

Formula weight 
287.33

Temperature 
120(2) K

Wavelength 
0.71073 Å

Crystal system 
Monoclinic

Space group 
P2(1)/C

Unit cell dimensions
a = 9.2654(3) Å
= 90°.


b = 20.3452(5) Å
= 110.4220(10)°.


c = 8.0209(2) Å
 = 90°.

Volume
1416.96(7) Å3
Z
4

Density (calculated)
1.347 Mg/m3
Absorption coefficient
0.244 mm-1
F(000)
608

Crystal size
0.3 x 0.07 x 0.06 mm3
Theta range for data collection
2.00 to 30.00°.

Index ranges
-13<=h<=13, -27<=k<=28, -11<=l<=11

Reflections collected
16849

Independent reflections
4129 [R(int) = 0.0731]

Completeness to theta = 30.00°
100.0 % 

Absorption correction
None

Refinement method
Full-matrix least-squares on F2
Data / restraints / parameters
4129 / 0 / 176

Goodness-of-fit on F2
0.992

Final R indices [I>2sigma(I)]
R1 = 0.0402, wR2 = 0.0915

R indices (all data)
R1 = 0.0702, wR2 = 0.0988

Extinction coefficient
0

Largest diff. peak and hole
0.384 and -0.423 e.Å-3
Table 2:  Bond lengths [Å] and angles [°] for 61.

_____________________________________________________ 

S(1)-O(3) 
1.4210(11)

S(1)-O(1) 
1.4213(11)

S(1)-O(2) 
1.6286(11)

S(1)-C(5) 
1.7470(15)

O(2)-N(1) 
1.4227(15)

O(5)-C(8) 
1.3162(17)

O(5)-C(9) 
1.4955(19)

O(4)-C(8) 
1.2167(18)

C(5)-C(4) 
1.390(2)

C(5)-C(6) 
1.390(2)

N(1)-C(8) 
1.381(2)

N(1)-H(1N) 
0.936(18)

C(4)-C(3) 
1.383(2)

C(4)-H(4A) 
0.9500

C(2)-C(7) 
1.390(2)

C(2)-C(3) 
1.393(2)

C(2)-C(1) 
1.510(2)

C(6)-C(7) 
1.387(2)

C(6)-H(6A) 
0.9500

C(3)-H(3B) 
0.9500

C(9)-C(10) 
1.509(2)

C(9)-C(12) 
1.513(2)

C(9)-C(11) 
1.514(2)

C(7)-H(7A) 
0.9500

C(12)-H(12A) 
0.9800

C(12)-H(12B) 
0.9800

C(12)-H(12C) 
0.9800

C(10)-H(10A) 
0.9800

C(10)-H(10B) 
0.9800

C(10)-H(10C) 
0.9800

C(1)-H(1A) 
0.9800

C(1)-H(1B) 
0.9800

C(1)-H(1C) 
0.9800

C(1)-H(1D) 
0.9800

C(1)-H(1E) 
0.9800

C(1)-H(1F) 
0.9800

C(11)-H(11A) 
0.9800

C(11)-H(11B) 
0.9800

C(11)-H(11C) 
0.9800

O(3)-S(1)-O(1)
120.60(7)

O(3)-S(1)-O(2)
108.45(6)

O(1)-S(1)-O(2)
101.33(6)

O(3)-S(1)-C(5)
110.09(7)

O(1)-S(1)-C(5)
110.79(7)

O(2)-S(1)-C(5)
103.92(6)

N(1)-O(2)-S(1)
110.28(8)

C(8)-O(5)-C(9)
121.16(12)

C(4)-C(5)-C(6)
121.52(14)

C(4)-C(5)-S(1)
118.89(11)

C(6)-C(5)-S(1)
119.56(12)

C(8)-N(1)-O(2)
114.93(11)

C(8)-N(1)-H(1N)
116.0(10)

O(2)-N(1)-H(1N)
109.4(10)

C(3)-C(4)-C(5)
118.79(15)

C(3)-C(4)-H(4A)
120.6

C(5)-C(4)-H(4A)
120.6

C(7)-C(2)-C(3)
118.77(15)

C(7)-C(2)-C(1)
120.85(15)

C(3)-C(2)-C(1)
120.38(16)

O(4)-C(8)-O(5)
127.72(14)

O(4)-C(8)-N(1)
119.47(14)

O(5)-C(8)-N(1)
112.71(13)

C(7)-C(6)-C(5)
118.42(14)

C(7)-C(6)-H(6A)
120.8

C(5)-C(6)-H(6A)
120.8

C(4)-C(3)-C(2)
121.14(15)

C(4)-C(3)-H(3B)
119.4
C(2)-C(3)-H(3B)
119.4

O(5)-C(9)-C(10)
102.21(12)

O(5)-C(9)-C(12)
107.97(13)

C(10)-C(9)-C(12)
111.36(15)

O(5)-C(9)-C(11)
110.82(13)

C(10)-C(9)-C(11)
110.97(15)

C(12)-C(9)-C(11)
112.96(15)

C(6)-C(7)-C(2)
121.36(15)

C(6)-C(7)-H(7A)
119.3

C(2)-C(7)-H(7A)
119.3

C(9)-C(12)-H(12A)
109.5

C(9)-C(12)-H(12B)
109.5

H(12A)-C(12)-H(12B)
109.5

C(9)-C(12)-H(12C)
109.5

H(12A)-C(12)-H(12C)
109.5

H(12B)-C(12)-H(12C)
109.5

C(9)-C(10)-H(10A)
109.5

C(9)-C(10)-H(10B)
109.5

H(10A)-C(10)-H(10B)
109.5

C(9)-C(10)-H(10C)
109.5

H(10A)-C(10)-H(10C)
109.5

H(10B)-C(10)-H(10C)
109.5

C(2)-C(1)-H(1A)
109.5

C(2)-C(1)-H(1B)
109.5

H(1A)-C(1)-H(1B)
109.5

C(2)-C(1)-H(1C)
109.5

H(1A)-C(1)-H(1C)
109.5

H(1B)-C(1)-H(1C)
109.5

C(2)-C(1)-H(1D)
109.5

H(1A)-C(1)-H(1D)
141.1

H(1B)-C(1)-H(1D)
56.3

H(1C)-C(1)-H(1D)
56.3

C(2)-C(1)-H(1E)
109.5

H(1A)-C(1)-H(1E)
56.3

H(1B)-C(1)-H(1E)
141.1

H(1C)-C(1)-H(1E)
56.3

H(1D)-C(1)-H(1E)
109.5

C(2)-C(1)-H(1F)
109.5

H(1A)-C(1)-H(1F)
56.3

H(1B)-C(1)-H(1F)
56.3

H(1C)-C(1)-H(1F)
141.1

H(1D)-C(1)-H(1F)
109.5

H(1E)-C(1)-H(1F)
109.5

C(9)-C(11)-H(11A)
109.5

C(9)-C(11)-H(11B)
109.5

H(11A)-C(11)-H(11B)
109.5

C(9)-C(11)-H(11C)
109.5

H(11A)-C(11)-H(11C)
109.5

H(11B)-C(11)-H(11C)
109.5

Table 3:  Atomic coordinates ( x 104) and equivalent isotropic displacement parameters (Å2x 103) for 61.  U(eq) is defined as one third of the trace of the orthogonalized Uij tensor.

_________________________________________________________________________


x
y
z
U(eq)

_________________________________________________________________________

S(1)
3803(1)
6206(1)
5190(1)
20(1)

O(2)
1992(1)
6247(1)
4978(1)
20(1)

O(3)
4044(1)
5614(1)
4384(2)
29(1)

O(5)
1071(1)
6322(1)
7614(1)
24(1)

O(1)
4025(1)
6826(1)
4502(2)
27(1)

O(4)
-60(1)
5316(1)
7002(1)
28(1)

C(5)
4767(2)
6172(1)
7489(2)
20(1)

N(1)
1531(2)
5660(1)
5616(2)
22(1)

C(4)
4749(2)
6722(1)
8509(2)
25(1)

C(2)
6390(2)
6147(1)
11119(2)
28(1)

C(8)
752(2)
5754(1)
6784(2)
22(1)

C(6)
5571(2)
5607(1)
8248(2)
25(1)

C(3)
5561(2)
6703(1)
10318(2)
28(1)

C(9)
335(2)
6522(1)
8925(2)
25(1)

C(7)
6379(2)
5602(1)
10066(2)
30(1)

C(12)
-1365(2)
6626(1)
7920(2)
38(1)

C(10)
1137(2)
7163(1)
9628(3)
39(1)

C(1)
7285(2)
6138(1)
13093(2)
42(1)

C(11)
647(3)
6019(1)
10399(2)
42(1)

_________________________________________________________________________

Table 4:  Hydrogen coordinates ( x 104) and isotropic displacement parameters (Å2x 10 3) for 61.

_________________________________________________________________________

x 
y 
z 
U(eq)

_________________________________________________________________________
H(1N)
1062(19)
5377(8)
4660(20)
26

H(4A)
4190
7104
7973
30

H(6A)
5568
5232
7539
30

H(3B)
5553
7076
11028
34

H(7A)
6935
5220
10602
35

H(12A)
-1499
6956
6989
57

H(12B)
-1865
6777
8744
57

H(12C)
-1832
6210
7375
57

H(10A)
915
7481
8652
59

H(10B)
2251
7089
10141
59

H(10C)
766
7335
10546
59

H(1A)
7619
5688
13470
62

H(1B)
6627
6296
13736
62

H(1C)
8188
6423
13356
62

H(1D)
7337
6584
13571
62

H(1E)
8329
5975
13305
62

H(1F)
6768
5848
13686
62

H(11A)
115
5608
9912
62

H(11B)
271
6185
11320
62

H(11C)
1758
5937
10921
62

_________________________________________________________________________
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