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Supplementary Information 

Table	
  1.	
  Crystallographic	
  data	
  for	
  compounds	
  9c,	
  10,	
  12a,	
  23,	
  24a,	
  and	
  24b.	
  

 

Compound	
   9c	
   10	
   12a	
   23	
  

Formula	
   C17H18S2	
   C14H28S4	
   C7H14OS2	
   C13H24OS2	
  

Formula	
  weight	
   286.43	
   324.60	
   178.30	
   260.44	
  

Crystal	
  system	
   Monoclinic	
   Monoclinic	
   Monoclinic	
   Monoclinic	
  

Space	
  group	
   P21/n	
   P21/n	
   P21/n	
   P21	
  

Unit	
  cell	
  dimensions	
   	
   	
   	
   	
  

a	
  (Å)	
   13.3194(11)	
   6.0477(7)	
   8.2277(8)	
   8.1567(6)	
  

b	
  (Å)	
   8.1505(7)	
   15.1049(18)	
   10.2736(10)	
   6.6861(5)	
  

c	
  (Å)	
   27.370(2)	
   9.4034(11)	
   11.2901(11)	
   12.7905(10)	
  

β	
  (°)	
   103.9079	
   93.9707(16)	
   103.5283(15)	
   97.2784(11)	
  

V	
  (Å3)	
   2884.1(4)	
   856.94(17)	
   927.85(16)	
   691.93(9)	
  

Z	
   8	
   2	
   4	
   2	
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Dcalcd	
  (g	
  cm–3)	
   1.319	
   1.258	
   1.279	
   1.250	
  

Absorption	
  coefficient	
  (mm−1)	
   0.352	
   0.538	
   0.511	
   0.364	
  

Crystal	
  size	
  (mm)	
   0.54	
  ×	
  0.47	
  ×	
  
0.07	
  

0.54	
  ×	
  0.52	
  ×	
  
0.19	
  

0.55	
  ×	
  0.15	
  ×	
  
0.14	
  

0.56	
  ×	
  0.19	
  ×	
  0.06	
  

2θmax	
  (°)	
   56.82	
   60.94	
   61.06	
   56.62	
  

Reflections	
  measured	
   28959	
   9497	
   10461	
   6972	
  

Unique	
  reflections,	
  Rint	
   7442,	
  0.0365	
   2579,	
  0.0244	
   2818,	
  0.0277	
   3367,	
  0.0170	
  

Reflections	
  with	
  F2	
  >	
  2σ(F2)	
   5909	
   2270	
   2293	
   3240	
  

Transmission	
  factors	
   0.833	
  to	
  
0.976	
  

0.760	
  to	
  0.905	
   0.766	
  to	
  0.932	
   0.822	
  to	
  0.979	
  

Number	
  of	
  parameters	
   344	
   84	
   94	
   148	
  

R1	
  [F2	
  >	
  2σ(F2)]	
   0.0370	
   0.0243	
   0.0305	
   0.0263	
  

wR2	
  (all	
  data)	
   0.0926	
   0.0661	
   0.0810	
   0.0665	
  

Largest	
  difference	
  peak	
  and	
  
hole	
  (e	
  Å–3)	
  

0.56	
  and	
  –
0.25	
  

0.44	
  and	
  –0.23	
   0.38	
  and	
  –
0.25	
  

0.32	
  and	
  –0.19	
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Table	
  1	
  Continued.	
  

	
  

Compound	
   24a	
   24b	
   	
   	
  

Formula	
   C14H26OS2	
   C20H30OS2	
   	
   	
  

Formula	
  weight	
   274.47	
   350.56	
   	
   	
  

Crystal	
  system	
   Orthorhombic	
   Monoclinic	
   	
   	
  

Space	
  group	
   P212121	
   P21	
   	
   	
  

Unit	
  cell	
  dimensions	
   	
   	
   	
   	
  

a	
  (Å)	
   8.1947(5)	
   8.490(3)	
   	
   	
  

b	
  (Å)	
   9.7139(6)	
   20.303(6)	
   	
   	
  

c	
  (Å)	
   19.6679(11)	
   11.090(3)	
   	
   	
  

β	
  (°)	
   90	
   90.152(5)	
   	
   	
  

V	
  (Å3)	
   1565.61(16)	
   1911.6(10)	
   	
   	
  

Z	
   4	
   4	
   	
   	
  

Dcalcd	
  (g	
  cm–3)	
   1.164	
   1.218	
   	
   	
  

Absorption	
  coefficient	
  (mm−1)	
   0.325	
   0.281	
   	
   	
  

Crystal	
  size	
  (mm)	
   1.08	
  ×	
  0.48	
  ×	
  
0.26	
  

0.68	
  ×	
  0.56	
  ×	
  0.33	
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2θmax	
  (°)	
   63.26	
   59.46	
   	
   	
  

Reflections	
  measured	
   18432	
   19844	
   	
   	
  

Unique	
  reflections,	
  Rint	
   4918,	
  0.0202	
   10576,	
  0.0565	
   	
   	
  

Reflections	
  with	
  F2	
  >	
  2σ(F2)	
   4761	
   8841	
   	
   	
  

Transmission	
  factors	
   0.720	
  to	
  0.920	
   0.832	
  to	
  0.938	
   	
   	
  

Number	
  of	
  parameters	
   158	
   422	
   	
   	
  

R1	
  [F2	
  >	
  2σ(F2)]	
   0.0261	
   0.0793	
   	
   	
  

wR2	
  (all	
  data)	
   0.0717	
   0.2225	
   	
   	
  

Largest	
  difference	
  peak	
  and	
  hole	
  
(e	
  Å–3)	
  

0.33	
  and	
  –0.15	
   1.01	
  and	
  –0.81	
   	
   	
  

 

 

 

 

 

 

NMR Spectra of compounds 9a-9c, 10, 12, 12a, 13, 14, 18, 19, 20, 21, 23, 24a, 24b. 
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  Compound	
  10	
  converts	
  after	
  14	
  days	
  at	
  room	
  temperature.	
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  Diastereoisomer	
  which	
  resisted	
  alkylation.	
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  The	
  diastereoisomer	
  which	
  resisted	
  alkylation.	
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  The	
  diastereoisomer	
  which	
  was	
  cleaved	
  more	
  slowly	
  by	
  acid.	
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