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Daicel Chiralpak AD-H column, 254 nm, n-Hexane/EtOH = 90:10, 1.0 mL min−1, 20 °C 
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HPLC chromatogram of 3aa obtained from mmol scale reaction in water:  

 

 

HPLC chromatogram of recrystallized 3aa: 
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HPLC chromatogram of ent-3aa: 

 

 

HPLC chromatogram of recrystallized ent-3aa: 
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Daicel Chiralpak AD-H column, 240 nm, n-Hexane/IPA = 90:10, 1.0 mL min−1, 20 °C 
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Daicel Chiralpak AD-H column, 240 nm, n-Hexane/IPA = 90:10, 1.0 mL min−1, 20 °C 

 

 

 



Sulfenylation of Deconjugated Butyrolactams: Singha Roy & Mukherjee, SI-Part-B, Page S-57 

 

 

123456789 ppm

1
.
4
6
1

1
.
4
7
7

1
.
4
7
8

1
.
4
9
5

1
.
4
9
6

1
.
7
9
0

3
.
2
9
9

3
.
3
3
1

3
.
7
3
1

3
.
7
4
4

3
.
7
6
3

3
.
7
7
7

3
.
7
7
9

4
.
3
9
6

4
.
4
0
6

4
.
4
2
4

4
.
4
4
1

4
.
4
4
2

4
.
4
5
9

4
.
4
6
9

4
.
6
4
4

4
.
6
8
5

6
.
3
5
4

6
.
3
7
3

6
.
7
2
1

6
.
7
4
2

7
.
0
4
3

7
.
0
5
0

7
.
0
6
1

7
.
0
7
2

7
.
0
8
0

7
.
1
1
4

7
.
1
3
2

7
.
1
5
0

7
.
2
5
8

7
.
2
7
7

7
.
2
7
8

7
.
2
9
7

7
.
3
6
0

7
.
3
7
8

7
.
3
9
5

7
.
3
9
7

7
.
4
1
7

7
.
4
1
8

7
.
4
3
6

2
.
9
2
3

2
.
9
1
3

0
.
9
7
8

0
.
9
9
6

3
.
9
0
6

1
.
9
5
3

1
.
0
0
0

1
.
8
8
4

1
.
9
1
7

3
.
8
4
0

0
.
9
8
6

2
.
1
3
3

0
.
9
8
1

1
.
8
3
2

 

 

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

1
2
.
2
9
0

1
4
.
5
6
3

3
7
.
7
4
0

4
2
.
6
5
9

5
5
.
0
5
5

5
9
.
8
4
5

6
2
.
2
8
3

7
6
.
6
8
5

7
7
.
0
0
2

7
7
.
3
2
0

1
0
7
.
2
3
7

1
1
3
.
5
1
0

1
2
5
.
7
7
2

1
2
7
.
1
5
5

1
2
7
.
9
5
6

1
2
8
.
2
5
6

1
2
8
.
4
3
9

1
2
9
.
6
1
0

1
2
9
.
8
6
9

1
3
1
.
1
1
0

1
3
5
.
5
4
0

1
3
7
.
0
7
5

1
5
4
.
9
7
4

1
5
8
.
4
5
6

1
6
3
.
8
4
3

1
7
7
.
0
3
3

 

 



Sulfenylation of Deconjugated Butyrolactams: Singha Roy & Mukherjee, SI-Part-B, Page S-58 

 

 

 

Daicel Chiralpak AD-H column, 254 nm, n-Hexane/IPA = 90:10, 1.0 mL min−1, 20 °C 
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Daicel Chiralpak AD-H column, 254 nm, n-Hexane/EtOH = 90:10, 1.0 mL min−1, 20 °C 
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Proton decoupled 19F NMR spectra of 3fa 
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Daicel Chiralpak AD-H column, 240 nm, n-Hexane /IPA = 90:10, 1.0 mL min−1, 20 °C 
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Daicel Chiralpak AD-H column, 240 nm, n-Hexane/IPA = 90:10, 1.0 mL min−1, 20 °C 
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Daicel Chiralpak AD-H column, 240 nm, n-Hexane/EtOH = 75:25, 1.0 mL min−1, 20 °C 
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Daicel Chiralpak AD-H column, 254 nm, n-Hexane/IPA = 90:10, 1.0 mL min−1, 20 °C 
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Daicel Chiralpak AD-H column, 254 nm, n-Hexane/IPA = 90:10, 1.0 mL min−1, 20 °C 
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Daicel Chiralpak AD-H column, 254 nm, n-Hexane/EtOH = 90:10, 1.0 mL min−1, 20 °C 
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Daicel Chiralpak AD-H column, 240 nm: n-Hexane/IPA = 95:05, 1.0 mL min−1, 20 °C 
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Daicel Chiralpak AD-H column, 254 nm, n-Hexane/EtOH = 60:40, 1.0 mL min−1, 20 °C 
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Daicel Chiralpak AD-H column, 220 nm, n-Hexane/EtOH = 75:25, 1.0 mL min−1, 20 °C 
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Daicel Chiralpak AD-H column, 210 nm, n-Hexane/IPA = 90:10, 1.0 mL min−1, 20 °C 
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Daicel Chiralpak AD-H column, 240 nm, n-Hexane/IPA = 90:10, 1.0 mL min−1, 20 °C 
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Daicel Chiralpak AD-H column, 240 nm, n-Hexane/EtOH = 70:30, 1.0 mL min−1, 20 °C 

 

 

 



Sulfenylation of Deconjugated Butyrolactams: Singha Roy & Mukherjee, SI-Part-B, Page S-86 

 

 

123456789 ppm

1
.
3
8
2

1
.
4
0
0

1
.
4
1
7

1
.
4
3
5

2
.
0
9
6

2
.
1
1
0

2
.
4
5
1

2
.
4
6
5

2
.
4
6
9

2
.
4
7
9

2
.
4
8
3

3
.
2
4
6

3
.
2
7
7

3
.
7
3
4

3
.
7
5
4

3
.
7
8
5

3
.
8
2
2

4
.
3
5
7

4
.
3
6
2

4
.
3
7
4

4
.
3
8
0

4
.
3
9
2

4
.
3
9
8

4
.
4
1
0

4
.
4
1
6

4
.
6
1
5

4
.
6
5
5

4
.
7
0
4

4
.
7
0
8

4
.
7
4
7

4
.
7
5
0

4
.
7
9
7

4
.
8
0
0

4
.
8
2
2

4
.
8
2
5

5
.
3
5
7

5
.
3
8
3

5
.
3
9
9

6
.
2
7
3

6
.
2
9
5

6
.
6
2
3

6
.
6
4
5

7
.
0
1
8

7
.
0
3
9

7
.
1
1
7

7
.
1
3
4

7
.
1
3
8

7
.
2
2
3

7
.
2
4
1

7
.
2
6
0

7
.
3
1
6

7
.
3
1
8

7
.
3
2
9

7
.
3
3
4

7
.
3
5
3

7
.
3
9
3

7
.
3
9
6

7
.
4
1
3

5
.
1
6
7

1
.
0
2
9

1
.
0
4
3

1
.
0
0
0

2
.
9
8
8

2
.
1
4
6

2
.
1
1
5

1
.
0
3
6

1
.
0
3
0

1
.
0
2
6

1
.
0
0
4

1
.
9
9
9

1
.
9
8
4

2
.
0
7
0

2
.
0
3
6

2
.
3
1
5

1
.
1
4
7

2
.
0
2
4

 

 

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

1
4
.
5
2
4

2
5
.
6
1
7

3
1
.
4
6
2

3
8
.
1
7
6

4
2
.
5
2
1

5
5
.
2
0
8

5
9
.
9
3
1

6
1
.
5
3
2

7
6
.
6
8
0

7
6
.
9
9
9

7
7
.
3
1
6

1
0
6
.
7
6
3

1
1
3
.
9
2
6

1
1
5
.
3
2
8

1
2
7
.
2
8
8

1
2
7
.
5
1
8

1
2
8
.
3
0
3

1
2
8
.
5
5
2

1
2
9
.
5
6
4

1
2
9
.
7
7
0

1
3
1
.
5
6
3

1
3
2
.
7
8
5

1
3
4
.
3
0
3

1
3
6
.
3
7
1

1
3
7
.
0
9
6

1
5
8
.
8
2
5

1
5
8
.
8
3
9

1
6
3
.
2
4
2

1
7
7
.
3
6
0

 

 



Sulfenylation of Deconjugated Butyrolactams: Singha Roy & Mukherjee, SI-Part-B, Page S-87 

 

 

 

 

Daicel Chiralpak AD-H column, 254 nm, n-Hexane/IPA = 95:05, 1.0 mL min−1, 20 °C 

 

 

 

 



Sulfenylation of Deconjugated Butyrolactams: Singha Roy & Mukherjee, SI-Part-B, Page S-88 

 

 

 

 

 

 



Sulfenylation of Deconjugated Butyrolactams: Singha Roy & Mukherjee, SI-Part-B, Page S-89 

 

 

 

 

Daicel Chiralpak AD-H column, 254 nm, n-Hexane/IPA = 90:10, 1.0 mL min−1, 20 °C 
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Daicel Chiralpak AD-H column, 254 nm, n-Hexane/EtOH = 75:25, 1.0 mL min−1, 20 °C 
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Daicel Chiralpak AD-H column, 254 nm, n-Hexane/IPA = 90:10, 1.0 mL min−1, 20 °C 
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Daicel Chiralpak AD-H column, 254 nm, n-Hexane/EtOH = 60:40, 1.0 mL min−1, 20 °C 
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Daicel Chiralpak AD-H column, 220 nm, n-Hexane/EtOH = 70:30, 1.0 mL min−1, 20 °C 
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Daicel Chiralpak AD-H column, 254 nm, n-Hexane/EtOH = 80:20, 1.0 mL min−1, 20 °C 
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Daicel Chiralpak AD-H column, 230 nm, n-Hexane/IPA = 90:10, 1.0 mL min−1, 20 °C 
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Proton decoupled 77Se NMR spectra of 5: 
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Daicel Chiralpak AD-H column, 210 nm, n-Hexane/IPA = 90:10, 1.0 mL min−1, 20 °C 
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Daicel Chiralpak AS-H column, 254 nm, n-Hexane/IPA = 93:7, 1.0 mL min−1, 20 °C 
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Daicel Chiralpak AD-H column, 254 nm, n-Hexane/EtOH = 65:35, 1.0 mL min−1, 20 °C 

 

 

 


