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HPLC Traces 

 
(±)2a and (R)2a 

 
Method: Phenomenex Lux 3μ Cellulose-4 (250 x 4.60 mm); hexane/isopropanol 90:10 (0.8 mL/min); 
λ = 230.4 nm 
 

 
  

S2



 

(±)3a and (S)3a 
 
Method: Chiralpak AD 10μ (250 x 4.60 mm); hexane/isopropanol 60:40 (0.8 mL/min); λ = 230.4 nm 
 

  

N
H

Ph NHTs

(S)3a

rt (min) Area (%)
10.859
15.665

97.374
2.625

S3



 

(±)3c and (S)3c 
 
Method: Chiralpak AD 10μ (250 x 4.60 mm); hexane/isopropanol 70:30 (0.8 mL/min); λ = 230.4 nm 
 

 
  

N
H

Ph NHTs

Oi-Pr

(S)3c

rt (min) Area (%)
17.729
26.075

97.903
2.096

S4



 

(±)3d and (S)3d 
 
Method: Chiralpak AD 10μ (250 x 4.60 mm); hexane/isopropanol 70:30 (0.8 mL/min); λ = 230.4 nm 
 

 
  

S5



 

(±)3e and (S)3e 
 
Method: Chiralpak AD 10μ (250 x 4.60 mm); hexane/isopropanol 70:30 (0.8 mL/min); λ = 270.4 nm 
 

  

S6



 

(±)3k and (S)3k 
 
Method: Chiralcel OD-H 5μ (250 x 4.60 mm); hexane/isopropanol 70:30 (0.8 mL/min); λ = 280.4 
nm 

 

  

S7



 

(±)2c and (S)2c 
 

Method: Phenomenex Lux 3μ Cellulose-4 (250 x 4.60 mm); hexane/isopropanol 90:10 (0.8 mL/min); 
λ = 230.4 nm 
 

 

 
  

S8



 

(±)3u/(±)3’u and (R)3u/3’u 
 
Method: Phenomenex Lux 3μ Cellulose-4 (250 x 4.60 mm); hexane/isopropanol 80:20 (0.8 mL/min); 
λ = 230.4 nm. 
 

 

 
  

N
H

Me NHTs

(±)3u

rt (min) Area (%)
17.930
19.622
20.297
22.713

34.186
10.452
19.369
35.991

Ph
N
H

NHTs

(±)3'u

Ph

Me+

mixture of (±)3u and (±)3'u from entry 1 table 2

N
H

Me NHTs

(R)3u

rt (min) Area (%)
18.145
19.185
20.576
22.673

2.483
7.264 impurity
8.124

82.127

Ph
N
H

NHTs

(S)3'u

Ph

Me+

mixture from reaction reported scheme 5

S9



 

(±)4a/(±)4’a, (±)4a and (R,R,R)4a/(R,S,S)4’a 
 
Method: Phenomenex Lux 3μ Cellulose-4 (250 x 4.60 mm); hexane/isopropanol/methanol 80:14:6 
(0.8 mL/min); λ = 230.4 nm. 

 

  

S10



 

 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
 
  

S11



 

(±)4b/(±)4’b and (R,R,R)4b/(R,S,S)4’b 
 
Method: Phenomenex Lux 3μ Cellulose-4 (250 x 4.60 mm); hexane/isopropanol/methanol 80:14:6 
(0.8 mL/min); λ = 230.4 nm. 
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1813C-NMR, CDCl3, 50 MHz

Recorded with a sample containing (±)4c and (±)4'c in 4:1 ratio 

Peaks of the major isomer (±)4c are marked 
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