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Sample rac-3e/ (-)-3e 0
Column CHIRALPAK AD-3
Mobile phase  2-Propanol/n-Hexane = 6:94 (v/v) “INBoc
Flow rate 0.5 mL/min (-)-3e
Detection UV 210 nm
Retention Time (min) Area % Area | Height
1 12.238 12978527 50.04 963724
2 15.021 12959787 49.96 774682
Retention Time (min) Area % Area Height
1 12.271 25663 0.11 1582
2 15.032 23730889 99.89 1399476
ee = 99%
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Sample
Column
Mobile phase
Flow rate
Detection

rac-3f/ (-)-3f

CHIRALCEL OD-3
2-Propanol/n-Hexane = 20:80 (v/v)
0.5 mL/min

UV 210 nm

“’NCbz
(-)-3f

P
8
23.913

AU

18.00 18.50 19.00 19.50 20.00 20.50 21.00 21.50 22.00 22.50 23.00 23.50 24.00 24.50 25.00 25.50 26.00 26.50 27.0C

Minutes

Retention Time (min)

Area

% Area

Height

| —

20.015

22984897

49.72

1080566

N

23.913

23247923

50.28

920870

AU
N
=3
3

--20.128

18.00 18.50 19.00 19.50 20.00 20.50 21.00 21.50 22.00 22.50 23.00 23.50 24.00 24.50 25.00 25.50 26.00 26.50 27.0C

Retention Time (min) Area % Area Height
1 20.128 52093 0.09 1766
2 23.760 57591779 99.91 2006504
ee = 99%
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AU

AU

Sample

rac-3g/ (-)-3g

Column

Mobile phase

Flow rate
Detection

CHIRALPAK AY-3
2-Propanol/n-Hexane = 10:90 (v/v)

0.5 mL/min
UV 210 nm

“’NPiv
(-)-3g

1.40

1.20

1.00

0.80

0.60

0.40

0.20

0.00+

21.862

15.00 1550 16.00 16.50 17.00 1750 1800 1850 19.00 19.50 20.00 20.50 21.00 2150 22.00 2250 23.00 2350 24.00 2450 25.0C

Retention Time (min) Area % Area Height
1 15.717 25455141 49,51 1374086
2 21.862 25963069 50.49 568235
0:007 i
Retention Time (min) Area % Area | Height
1 16.205 18020 0.06 754
2 22.418 28516187 99.94 595928
ee = 99%
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HPLC data for rac-1-(1-tosylaziridin-2-yl)ethanone (rac-3a) O
Column conditions: OF column, 40% IPA/hexane, 1.00 mL/min. B/U\
Eluted time: 20.375 min. / 22.656 min. TsN
3a
HKU
Project Name Secant 5 Bpfeeze 2
Reported by User: Breeze user (Breeze) WAL patan
0.100
p B
4 o
0,090 g &
0.080
0.070
0.060
2 0050
0.040
0.030
0.020
0.010
0.000
0.00 5.00 10.00 15.00 20.00 25.00 30.00 35.00
Minutes
Sample Name: X1555_f1_rac_OF_40%_1mL; Date Acquired: 23/7/2010 0:46:48 HKT; Vial: 1:A/5;
Injection: 1
Peak Summary with Statistics
Peak Name:
Sample . RT Area 4 Height
Name Vial L0 | (miny | rsec) | AR [ (g
1 X1555_f1_rac_OF_40% _AmL [ 1:A5 [ 1| 22656 5311974 | 50.00 85276
2 X1555_f1_rac_OF_40%_1mL [ A5 | 120375 5312432 [ 5000| 100988
Mean 21515 | 5312203.088 93132.255
Std. Dev. 1613 323.320 11110.25
% RSD 7.50 0.01 11.930
Report Method: Peak Summary Report Printed: 22/12/2010
Page: 1o0of2 12:18:19 Asia/Hong_Kong
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HPLC data for (R)-1-(1-tosylaziridin-2-yl)ethanone ((+)-3a)

Column conditions: OF column, 40% IPA/hexane, 1.00 mL/min.

Eluted time: 20.539 min. (>99% ee)
HKU

Project Name Secant
Reported by User: Breeze user (Breeze)

0.120

0.110

20:539—

0.100

0.090

0.080

0.070

0.060

AU

0.050

0.040

0.030

0.020

0.010

o

TsN"
(+)-3a

5 Breeze 2

HPLC System

0.00 5.00 10.00 15.00 20.00 25.00 30.00

Minutes

35.00 40.00

Sample Name: X1558_f1_chiral_OF_40%_1mL; Date Acquired: 23/7/2010 2:13:47 HKT; Vial:

1:A,6; Injection: 1

Peak Summary with Statistics

Peak Name:
Neme. vl [ | o | reey || TG
1 X1558_f1_chiral_OF_40%_1mL | 1:A6 1| 20.539 6734253 | 100.00 119722
Mean 20.539 | 6734253.163 119722.019
Std. Dev.
% RSD

Report Method: Peak Summary Report
Page: 1o0f2
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HPLC data for rac-3m

Column conditions: OF column, 30% IPA/hexane, 1.00 mL/min
Eluted time: 21.888 min. / 28.876 min.

HKU
Project Name Secant
Reported by User: Breeze user (Breeze)

0.100
0.090
0.080
0.070
0.060

0.050

AU

0.040

0.030

0.020

0.010

0.000

0.00 5.00 10.00 15.00 20.00
Minutes

O

TSM

rac-3m

5 Breeze 2

HPLC System

28.876

25.00 30.00

Sample Name: X1698_f1_rac_OF_30%_1mL; Date Acquired: 12/1/2011 13:19:10 HKT; Vial:

1:A,7; Injection: 1

Peak Summary with Statistics

Peak Name:
Sample . RT Area Height
Name Via 110 | miny | (esee) [ PR o)

1 X1698_f1_rac_OF_30%_1mL | 1:A7 | 1|28.876 5841926 | 50.02 68924
2 X1698_f1_rac_OF_30%_1mL | 1:A7| 1]21.888 5838042 | 49.98 98521

Mean 25.382 | 5839984.153 83722.428
Std. Dev. 4.941 2746.482 20928.06
% RSD 19.47 0.05 24,997

Report Method: Peak Summary Report
Page: 10f2
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HPLC data for (+)-3m 0
Column conditions: OF column, 30% IPA/hexane, 1.00 mL/min
Eluted time: 21.163 min. / 28.577 min. (91.78% ee) TsN™
(+)-3m
HKU
Project Name Secant 5 Bpfeele 2
Reported by User: Breeze user (Breeze) HFLE Systen
0.16
]
0.14
0.12
0.10
o 008
<
0.06
0.04
002 .
v
©
N
000 A 763 7Y Ay
0.00 5.00 10.00 15.00 20.00 25,00 30.00
Minutes
Sample Name: X1714_f1_chi_OF_30%_1mL; Date Acquired: 12/1/2011 18:40:43 HKT; Vial:
1:A,8; Injection: 1
Peak Summary with Statistics
Peak Name:
Sample ; RT Area i Height
Name Vial L0 | miny | rsecy | A2 [ o)
1 X1714_f1_chi_OF __30%_1mL | 1:A8| 1| 28577 411922 | 41 6274
2 X1714_f1_chi_OF_30%_1mL | 1:A8 | 1| 21.163 9619189 | 9589 | 156176
Mean 24.870 | 5015555.058 81225.216
Std. Dev. 5.243 | 6510520977 105996.34
% RSD 21.08 129.81 130.497
Report Method: Peak Summary Report Printed: 12/1/2011
Page: 10of2 21:13:15 Asia/Hong_Kong

S235



Electronic Supplementary Material (ESI) for Chemical Communications
This journal is © The Royal Society of Chemistry 2013

Supplementary Material (ESI) for Chemical Communications

This journal is (c) The Royal Society of Chemistry 2013

Sample rac-a-4ea/ (+)-a-4ea

Column CHIRALPAK AD-3 Q NHBoc
Mobile phase  2-Propanol/n-Hexane = 10:90 (v/v) ﬁ

Flow rate 0.5 mL/min (+)-o-dea
Detection UV 210 nm

AU

1900 1950 2000 2050 2100

2150 2200 2250 2300 2350

'2400 2450 2500 2550 2600 2650

‘ é?.DC

Minutes
Retention Time (min) Area % Area | Height
1 21.093 1774667 50.15 66601
2 24.349 1763880 49.85 60557

Retention Time (min) Area % Area | Height
1 21.090 4425968 89.20 166987
2 24.408 536141 10.80 17998
ee =78%
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AU

Sample rac-p-4ea/ (+)-p-4ea NHBoc
Column CHIRALPAK AD-3 o
Mobile phase  2-Propanol/n-Hexane = 10:90 (v/v) .
Flow rate 0.5 mL/min / O
Detection UV 210 nm (+)-p-4ea
Retention Time (min) Area % Area | Height
1 25.977 5855242 50.00 169586
2 34.801 5856283 50.00 131367
Retention Time (min) Area % Area Height
1 25.632 365591 0.78 11031
2 33.961 46443134 99.22 1017257
ee = 98%
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Sample rac-o-4fa/ (+)-a-4fa
Column CHIRALCEL OD-3 & NHCBZ
Mobile phase  2-Propanol/n-Hexane = 20:80 (v/v) / o
Flow rgte 0.5 mL/min (+)-a-4fa
Detection UV 210 nm
Retention Time (min) Area % Area | Height
1 35.536 25048566 50.02 509507
2 39.590 25031097 49.98 476110
33.00 34.00 35.00 36.00 37.00 38.00 — 39.00 40.00 41.00 42.00 43.00 44.0C
Retention Time (min) Area % Area | Height
1 36.108 361455 8.20 7518
2 39.920 4048092 91.80 80431
ee = 84%
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Sample rac-p-4fa/ (+)-p-4fa NHCBzZ
Column CHIRALCEL OD-3 o
Mobile phase  2-Propanol/n-Hexane = 20:80 (v/v) s
Flow rate 0.5 mL/min / o
Detection UV 210 nm (+)--4fa
0.08-
0.04-
0.001 = yay Ay
Retention Time (min) Area % Area | Height
1 36.090 5987847 49.98 119724
2 40.952 5992621 50.02 93960
0.110
0.100- 0_0,
0.090 g
0.080-
0.070
0.060-
?( 0.050
0.040
0:0207 §
o:ooof vy /\ = iy ~
3400 3500 3600 3700 3800  39.00 _‘ " 2000 4100 42000 4300 4400  450C
Retention Time (min) Area % Area | Height
1 36.294 244840 3.54 5115
2 40.812 6668249 96.46 104196
ee = 93%
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Sample rac-a-4ga/ (+)-a-4ga .
Column CHIRALPAK AD-3 ORNHP'V
Mobile phase  2-Propanol/n-Hexane = 10:90 (v/v) / ¢}
Flow rate 0.5 mL/min (+)-a-4ga
Detection UV 210 nm
0.28
0.26 8
0.24 § §
0.22 g
3 0ud
0.12
0.10
0.08
0.06
oc0 . . -
Retention Time (min) Area % Area | Height
1 24.656 8392361 49.91 275755
2 26.559 8423993 50.09 258965
0.801 o
0.70 §
0.601
0.501
<D( 0.40+
0.301
0.201 ,8
0.104 /{N\
0.00 ~ JANRIVAN a
2300 2350 2400 2450 2500 2550 2600 2650  27.00 2750 2800 2850  29.00
Minutes
Retention Time (min) Area % Area | Height
1 24.700 2806921 9.18 96209
2 26.292 27755860 90.82 808947
ee = 82%
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Sample

rac-p-4ga/ (+)-p-4ga

Column
Mobile phase

Flow rate 0.5 mL/min
Detection UV 210 nm

CHIRALPAK AD-3
2-Propanol/n-Hexane = 10:90 (v/v)

AU

AU

0.164

0.144

0.124

0.10

0.08

0.04

0.024

0.00

29.502

A A

20.00

L B e A S Ry
21.00 22.00 23.00 24.00 25.00

B e B B B B
26.00 27.00 28.00 29.00

Minutes

s e e
30.00 31.00 32.00

Retention Time (min)

Area

% Area

Height

=

22.115

4774460

50.02

168102

N

29.502

4771026

49.98

118227

33.00

0.80

0.70+

0.60+

0.50+

0.40

0.30

0.20

0.10

0.00

—r22.374

A A

28.7

A

A

20.00

ee =

B e e B L A ey B B ey
21.00 22.00 23.00 24.00 25.00

B B B B ey
26.00 27.00 28.00 29.00

B e e e B
30.00 31.00 32.00

Minutes
Retention Time (min) Area % Area | Height
1 22.374 302515 0.67 7313
2 28.738 44670392 99.33 808524
99%

S241
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Sample rac-a-4eb/ (+)-a-4eb

Column CHIRALPAK AY-3

Mobile phase  2-Propanol/n-Hexane = 10:90 (v/v)
Flow rate 0.5 mL/min

Detection UV 210 nm

AU

NHBoc
’3 O

(+)-a-4eb

15.00

————
15.50

—
17.50 18.00

e
17.00

—
16.00 16.50

————
18.50
Minutes

————
19.00

—
19.50 20.00

—
20.50

—
21.00 21.50

————
22.00

22.5C

S242

Retention Time (min) Area % Area | Height

1 16.022 9343110 50.11 256122

2 18.273 9300422 49.89 123521

0007———1——/;3*\&

Retention Time (min) Area % Area | Height

1 16.282 80368 0.48 2597
2 18.137 16813702 99.52 214624

ee = 99%
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Sample

rac-B-4eb/ (+)-p-4eb

Column

Mobile phase

Flow rate
Detection

CHIRALPAK AY-3

0.5 mL/min
UV 210 nm

2-Propanol/n-Hexane = 10:90 (v/v)

0.090

/

NHBoc

O

(+)-p-4eb

0.0854
0.0804
0.0754
0.0704
0.0654
0.0604
0.0554
0.0504
0.0454
0.0407
0.0359
0.0304
0.0254
0.0204
0.0154
0.0104
0.0054

0.0007

15.50

16.00 16.50 17.00 17.50 18.00

18.50 19.00

Minutes

19.50

20.00 20.50

21.00 21.50

Retention Time (min)

Area

% Area

Height

=

16.849

3355388

50.75

77787

N

19.576

3256473

49.25

73570

16.533;

15.50

16.00 16.50 17.00 17.50 18.00

19.00
Minutes

19.50

20.00 20.50

21.00 21.50

22.00 22.50

Retention Time (min)

Area

% Area

Height

| —

16.533

10808078

98.82

233107

N

19.829

128540

1.18

3108

ee = 98%
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Sample

rac-a-4fb/ (+)-a-4fb

Column

Mobile phase

Flow rate
Detection

CHIRALCEL OD-3
2-Propanol/n-Hexane = 16:84 (v/v)

0.5 mL/min
UV 210 nm

2 0.507

AU

NHCBz
/5 (@)

(+)-a-4fb

1.00

0.907

0.80

0.70

0.607

0.40

0.304

0.20

0.10

0.007

31.529

23.00

T T T
24.00 25.00

T
26.00

T
27.00

—
28.00
Minutes

R
29.00

T
30.00

T
31.00

—
32.00

Retention Time (min)

Area

0% Area

Height

| —

24.532

30986718

49.80

994228

N

31.529

31230286

50.20

773283

T
33.00

34.0C

0.557

0.50

0.45+

0.40

0.357

0.309

0.25+

0.20

0.15+

0.107

0.059

0.00

314

] }24.782

—
23.00 24.00

—
25.00

—
26.00

—
27.00

—
28.00
Minutes

—
29.00

—
30.00

—
31.00

—
32.00

Retention Time (min)

Area

% Area

Height

| —

24.782

210083

0.94

7021

N

31.476

22136956

99.06

561847

ee = 98%
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AU

Sample rac-p-4fb/ (+)-p-4fb NHCBz
Column CHIRALCEL OD-3
Mobile phase  2-Propanol/n-Hexane = 16:84 (v/v) -
Flow rgte 0.5 mL/min (+)_B_4fcl’°
Detection UV 210 nm
wso b ms b msaww e wwme m we o
Retention Time (min) Area % Area | Height
1 26.002 4596397 49.73 143446
2 27.720 4645748 50.27 133297
0.401 g
0.35 E
0.307
0.257
0.20
0.154
0.104
0.05 §
0.001 ~ /—T\ VAN ~
24.50 25.00 25.50 26.00 26.50 27.00 27.50 28.00 28.50 29.00 29.50 30.0C
Minutes
Retention Time (min) Area % Area | Height
1 26.175 154516 1.05 4948
2 27.704 14511968 98.95 407809
ee = 98%
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AU

AU

31.0C

Sample rac-a-4gb/ (+)-a-4gb NHPi
Column CHIRALPAK AD-3 R v
Mobile phase  2-Propanol/n-Hexane = 4:96 (v/v) / 0
Flow rate 0.5 mL/min (+)-a-4gb
Detection UV 210 nm
Retention Time (min) Area % Area | Height
1 27.034 7023079 50.01 199773
2 28.884 7019046 49.99 161250
Retention Time (min) Area % Area | Height
1 27.113 118174 0.51 3715
2 28.567 22879229 99.49 521195
ee = 99%
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AU

AU

Sample

rac-p-4gb/ (+)-p-4gb

Column

Mobile phase

Flow rate
Detection

CHIRALPAK AD-3

0.5 mL/min
UV 210 nm

2-Propanol/n-Hexane = 6:94 (v/v)

NHPiv

7

(+)-p-4gb

0.40

0.357

0.304

0.257

0.207

0.157

0.109

0.059

16.95

0.00

18.986

Minutes

16.00 16,20 16140 16.60 1680 17.00 1720 17.40 17.60 17:80 18.00 18.20 18.40 18.60 18.80 10.00 19.20 19.40 10.60 1080 20.00 20.20 2040

Retention Time (min)

Area

0% Area

Height

=

16.957

8359545

50.05

395927

N

18.986

8341599

49.95

306985

0.1207

0.1109

0.1004

0.0904

0.0804

0.0707

0.0604

0.0504

0.0407

0.0304

0.0207

0.0104

0.0007

16.99

16.00 16.20 16.40 16.60 16.80 17.00 17.20 17.40 17.60 17.80 18.00 18.20 18.40 18.60 18.80 19.00 19.20 19.40 19.60 19.80 20.00 20.20 20.40

Retention Time (min) Area % Area | Height
1 16.995 2398210 99.81 114849
2 19.462 4496 0.19 216
ee = 99%
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HPLC data for rac-a-4aa and rac-p-4aa

Column conditions: AS3 column, 80% IPA/hexane, 0.25 mL/min.

Eluted time: 44.224 min. / 54.070 min. for rac-a-4aa

65.190 min. / 78.795 min. for rac-a-4aa

a-4aa and pB-4aa can crystallize easily inside the column. These re-crystallizations can lead to optical
enrichment in the latter eluted fraction comparing to the former fraction for botha-4aa and B-4aa. To eliminate

O

O

TsHN @ TsHN g

rac-o-4aa

rac-p-4aa

this uncertainty, a-4aa and p-4aa were submitted to the HPLC analysis collectively.

HKU

Project Name Secant

5 Breeze 2

HPLC System
Reported by User. Breeze user (Breeze) /
0.090
o
3 ~
SN O‘
0.080 ! 3
<t
S
0.070 =
w0
©
0.060
0.050
2
0.040 3
I~
o]
~
0.030
0.020
0.010
0.000 JAY A A
0.00 10.00 20,00 30.00 40,00 50,00 60.00 70.00 80.00 90.00 100.00
Minutes
Sample Name: X1340_f1_f2_rac_AS3_80%_025mL; Date Acquired: 13/2/2011 20:14:30 HKT;
Vial: 1:A,1; Injection: 1
Peak Summary with Statistics
Peak Name:
Sample . RT Area Height
Name Vial [0 ) miny | (irsecy | AR [ o)
1 X1340_f1_f2_rac_AS3_80%_025mL | 1:A1 | 1| 44.224 9435715 [ 25.80 86885
2 X1340_f1_f2_rac_AS3_80%_025mL | 1:A1| 1| 78795 8850183 | 24.20 32584
3 X1340_f1_f2_rac_AS3_80%_025mL | 1:A1 | 1] 65.190 8851771 | 24.21 63869
4 X1340_f1_f2_rac_AS3_80%_025mL | 1:A1 | 1| 54.070 9429055 [ 2579 76388
Mean 60570 | 9141681.018 64931.570

Report Method: Peak Summary Report

Page: 1o0f2
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HPLC data for rac-a-4aa 0
Column conditions: AS3 column, 80% IPA/hexane, 0.25 mL/min. TSHN
Eluted time: 44.409 min. / 54.465 min. @
rac-o-4aa
HKU
Project Name Secant 5}{359826:2
ystem

Reported by User: Breeze user (Breeze)

0.080

AA-ADQ
54.465

0.070

0.060

0.050

0.040

AU

0.030
0.020

0.010

NRI R B R W A

0.00 10.00 20.00 30.00 40.00 50.00 60.00 70.00 80.00 90.00 100.00
Minutes

Sample Name: X1340_f1_rac_AS3_80%_025mL; Date Acquired: 11/2/2011 23:12:19 HKT; Vial:

1:A,3; Injection: 1

Peak Summary with Statistics
Peak Name:

Sample < RT Area Height
Name Vial 1101 (miny | (s2*sec) (%)

1 X1340_f1_rac_AS3_80%_025mL | 1:A3| 1 | 54.465 9057975 | 50.00 72079

2 X1340_f1_rac_AS3_80%_025mL | 1:A3| 1| 44.409 9059673 |  50.00 80262
Mean 49.437 | 9058824.266 76170.188
Std. Dev. 7.110 1200.906 5785.99
% RSD 14.38 001 7.596
Report Method: Peak Summary Report Printed: 13/2/2011
Page: 1o0f2 18:34:27 Asia/Hong_Kong
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HPLC data for rac-g-4aa 0
Column conditions: AS3 column, 80% IPA/hexane, 0.25 mL/min.
Eluted time: 66.193 min. / 80.487 min. TsHN g
rac-B-4aa
HKU
Project Name Secant 5 Bfeeleq
HPLC System

Reported by User: Breeze user (Breeze)

0.060

0.055 3

0.050

0.045

0.040

0.035

80.487

0.030

AU

0.025

0.020

0.015

0.010

0.005

oo Mo

0.00 10.00 20.00 30.00 40.00 50.00 60.00 70.00 80.00 90.00 100.00
Minutes

Sample Name: X1340_f2_rac_AS3_80%_025mL; Date Acquired: 12/2/2011 2:37:12 HKT; Vial:
1:A4; Injection: 1

A VA 1 JAY

Peak Summary with Statistics
Peak Name:

Sample 5 RT Area d Height
Name Vi 110 | miny | (issec) [P ()

1 X1340_f2_rac_AS3_80%_025mL | 1:A4 | 1 [ 80.487 8451327 | 50.00 20172

2 X1340_f2_rac_AS3_80%_025mL | 1:A4| 1]66.193 8450001 |  50.00 59145
Mean 73.340 | 8451114.088 44158.199
Std. Dev. 10.107 301.765 21194.03
% RSD 1378 0.00 47.99%
Report Method: Peak Summary Report Printed: 13/2/2011
Page: 10f2 18:44:58 Asia/Hong_Kong
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HPLC data for (-)-a-4aa and (—)-p-4aa [Reaction solvent: EtNO,] o

Eluted time: 44.768 min. / 53.796 min. for (—)-a-4aa (66.91% ee)

0]

Column conditions: AS3 column, 80% IPA/hexane, 0.25 mL/min. TSHN E TSHN g

66.519 min. / 77.377 min. for (—)-p-4aa (92.12% ee)

(-)-o-4aa (-)-p-4aa
HKU
Project Name Secant a’ HBPrLeeze 2
Reported by User: Breeze user (Breeze) b Spaten
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0.00 10.00 20.00 30.00 40.00 50.00 60.00 70.00 80.00 90.00 100.00
Minutes
Sample Name: X1729_f1_f2_chi_AS3_80%_025mL; Date Acquired: 12/2/2011 0:54:45 HKT; Vial:
1:A,1; Injection: 1
Peak Summary with Statistics
Peak Name:
Sample .| RT Area o Height
Name Vil [ | (miny | (iser) | %A@ (gm)
1 X1729_f1_f2_chi_AS3_80%_025mL | 1:A1 | 1| 44.768 7311022 | 932 65922
2 X1729_f1_f2_chi_AS3_80%_025mL | 1:A1| 1| 77.377 36898954 |  47.01 114731
3 X1729_f1_f2_chi_AS3_80%_025mL | 1:A1 | 1] 66519 1352403 |  1.72 10954
4 X1729_f1_f2_chi_AS3_80%_025mL | 1:A1 | 1] 53.79% 32923140 | 41.95 212301
Mean 60.615 | 19621379.701 100976.918
Report Method: Peak Summary Report Printed: 13/2/2011
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HPLC data for (-)-a-4aa and (—)-p-4aa [Reaction solvent: CH,Cl;] 0 O
Column conditions: AS3 column, 80% IPA/hexane, 0.25 mL/min. TSHN TSHN
. . . s S
Eluted time: 44.479 min. / 53.876 min. for (—)-a-4aa (87.80% ee) @ g
65.454 min. / 77.472 min. for (—)-p-4aa (98.83% ee)
(-)-o-4aa (-)-B-4aa
HKU
Project Name Secant 5 Bfeeze' 2
Reported by User: Breeze user (Breeze) HPLE System
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0.00 10.00 20.00 30.00 40.00 50.00 60.00 70.00 80.00 90.00 100.00
Minutes
Sample Name: X1742_f1_f2_chi_AS3_80%_025mL; Date Acquired: 3/3/2011 22:24:20 HKT; Vial:
1:A,1; Injection: 1
Peak Summary with Statistics
Peak Name:
S;;"'Tf vial | Inj (r':;]) (;foiq % Area H(‘;g)m
1 X1742_f1_f2_chi_AS3_80%_025mL | 1:A1 1| 44.479 717491 3.71 8436
2 X1742_f1_f2_chi_AS3_80%_025mL | 1:A1| 1| 77.472 7542190 |  38.97 34665
3 X1742_f1_f2_chi_AS3_80%_025mL | 1:A1| 1| 665.454 43711 0.23 431
4 X1742_f1_f2_chi_AS3_80%_025mL | 1:A1| 1|53876| 11050751 | 57.10 97021
Mean 60.320 | 4838535.623 35138.309

Report Method: Peak Summary Report
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HPLC data for rac-a-4ma o
Column conditions: ADH column, 15% IPA/hexane, 1.00 mL/min  |[TsHN ’
. . . ‘7
Eluted time: 27.789 min. / 33.282 min.
rac-o-4ma
HKU
Project Name Secant 5 Bpfeele 2
Reported by User: Breeze user (Breeze) HPLoSynten
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0.00 5.00 10.00 15.00 20.00 25.00 30.00 35.00 40.00 45.00 50.00
Minutes
Sample Name: X1456_f1_rac_ADH_15%_1mL_major; Date Acquired: 22/12/2010 12:48:00 HKT;
Vial: 1:A,3; Injection: 1
Peak Summary with Statistics
Peak Name:
Sample " RT Area & Height
Name Vial [0 | i) | (srsee) | %A@ (g
1 X1456_f1_rac_ADH_15%_1mL_major [ 1:A3| 1| 33.282 7097578 | 50.00 80010
2 X1456_f1_rac_ADH_15%_1mL_major | 1:A3| 1| 27.789 7006517 | 50.00 97913
Mean 30536 | 7097047.760 88961.180
Std. Dev. 3884 750.064 12659.36
% RSD 12.72 0.01 14.230

Report Method: Peak Summary Report
Page: 10f2
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HPLC data for a-4ma

Column conditions: ADH column, 15% IPA/hexane, 1.00 mL/min
Eluted time: 27.687 min. / 33.120 min. (5.70 % ee)

0]

TsHN

a-4ma

HKU
Project Name Secant
Reported by User: Breeze user (Breeze)
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HPLC System

33.120

A JA'SY

0.00 5.00 10.00 15.00 20.00 25.00 30.00
Minutes

JAY

35.00 40.00 45.00 50.00

Sample Name: X1709_f1_chi_ADH_15%_1mL_major; Date Acquired: 22/12/2010 15:33:44 HKT;

Vial: 1:A,4; Injection: 1

Peak Summary with Statistics

Peak Name:
prind via | ol | e |%Aea| TG
1 X1709_f1_chi_ADH_15%_1mL_major | 1:A4 | 1| 27.687 6683629 | 52.85 94810
2 X1709_f1_chi_ADH_15%_1mL_major | 1:A4 | 1| 33.120 5962055 | 47.15 69564
Mean 30.404 | 6322841.717 82187.091
Std. Dev. 3.842 | 510229.895 17851.77
% RSD 1264 8.07 21.721

Report Method: Peak Summary Report
Page: 10of2
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HPLC data for rac-p-4ma
Column conditions: OD3 column, 40% IPA/hexane, 0.50 mL/min.
Eluted time: 11.054 min. / 12.726 min.

HKU
Project Name Secant
Reported by User: Breeze user (Breeze)

O
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HPLC System
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0.00 200 4.00 6.00 8.00 10.00 12.00 14.00 16.00
Minutes
Sample Name: X1456_f2_rac_OD3_40%_05mL_minor; Date Acquired: 4/1/2011 20:01:26 HKT;
Vial: 1:A,5; Injection: 1
Peak Summary with Statistics
Peak Name:
Sample . RT Area a Height
Name vial [0 iy | rsee) [ %A o)
1 X1456_f2_rac_OD3_40%_05mL_minor | 1:A5| 1| 12726 4443663 | 50.20 190681
2 X1456_f2_rac_OD3_40%_05mL_minor | 1:A5| 1| 11.054 4407939 | 49.80 220772
Mean 11.890 | 4425800.721 205726.775
Std. Dev. 1182 | 25260.649 2127759
% RSD 9.94 0.57 10343

Report Method: Peak Summary Report
Page: 10f2
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HPLC data for g-4ma

Column conditions: OD3 column, 40% IPA/hexane, 0.50 mL/min.
Eluted time: 11.212 min. / 12.927 min. (1.06 % ee)

HKU

Project Name Secant
Reported by User: Breeze user (Breeze)
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5 Breeze 2

HPLC System

12.927

12.00 14.00 16.00

Sample Name: X1709_f2_chi_OD3_40%_05mL_minor; Date Acquired: 5/1/2011 16:07:59 HKT;

Vial: 1:A,6; Injection: 1

Peak Summary with Statistics

Peak Name:
Naws, via i | o0 | ey |%Aa D
1 X1709_f2_chi_OD3_40%_05mL_minor | 1:A,6 1112927 3839909 50.53 173098
2 X1709_f2_chi_OD3_40%_05mL_minor | 1:A6 | 1] 11.212 3759287 | 49.47 196928
Mean 12.069 | 3799597.637 185012.921
Std. Dev. 1.212 57008.256 16850.76
% RSD 10.04 1.50 9.108

Report Method: Peak Summary Report

Page: 1o0f2
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HPLC data for rac-a-4mb
Column conditions: AD3 column, 30% IPA/hexane, 0.50 mL/min

Eluted time: 21.695 min. / 28.530 min.

HKU

Project Name Secant
Reported by User: Breeze user (Breeze)
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Minutes
Sample Name: X1717_f1_rac_AD3_30%_05mL; Date Acquired: 19/1/2011 13:18:52 HKT; Vial:
1:A,1; Injection: 1
Peak Summary with Statistics
Peak Name:
Sample ; RT Area i Height
Name Vial L) miny | rseey | A2 ()
1 X1717_f1_rac_AD3 30%_05mL [ 1:A1| 1| 28530 9287456 |  50.00 215523
2 X1717_f1_rac_AD3_30%_05mL [ 1:A1| 1| 21.695 9285712 |  50.00 302916
Mean 25113 | 9286583.899 259219.914
Std. Dev. 4833 1232.895 61796.23
% RSD 19.25 0.01 23.839

Report Method: Peak Summary Report
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HPLC data for a-4mb Q
Column conditions: AD3 column, 30% IPA/hexane, 0.50 mL/min  |TsHN

Eluted time: 21.796 min. / 28.680 min. (7.70 % ee)

a-4mb

HKU
Project Name Secant 5 Breele 2

Reported by User: Breeze user (Breeze) HPLE Syatem
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Minutes
Sample Name: X1716_f1_chi_AD3_30%_05mL; Date Acquired: 19/1/2011 16:12:20 HKT; Vial:
1:A,2; Injection: 1

Peak Summary with Statistics

Peak Name:
Sample : RT Area 4 Height
Name Via 0| miny | (tsee) | AR ()
1 X1716_f1_chi_AD3_30%_05mL | 1:A,2 1| 28.680 3740564 46.15 98768

2 X1716_f1_chi_AD3_30%_05mL | 1:A.2| 1]21.796 4365499 | 5385 155433

Mean 25.238 | 4053031.425 127100.445

Std. Dev. 4.867 | 441896.144 40068.73

% RSD 19.29 10.90 31.525
Report Method: Peak Summary Report Printed: 19/1/2011
Page: 10f2 17:30:33 Asia/Hong_Kong

S258



Electronic Supplementary Material (ESI) for Chemical Communications
This journal is © The Royal Society of Chemistry 2013

Supplementary Material (ESI) for Chemical Communications
This journal is (c) The Royal Society of Chemistry 2013

HPLC data for rac-p-4mb Q
Column conditions: AY3 column, 40% IPA/hexane, 0.50 mL/min  |TsHN
Eluted time: 31.364 min. / 60.698 min.

rac-p-4mb

HKU
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Sample Name: X1717_f2_rac_AY3_40%_05mL; Date Acquired: 26/1/2011 13:24:20 HKT; Vial:
1:A,1; Injection: 1

A JAY A ==

Peak Summary with Statistics
Peak Name:

Sample 5 RT Area > Height
Name Vial (10 f iy | (ivsee) | %A (g

1 X1717_f2_rac_AY3_40%_05mL | 1:A1| 1] 60.698 8193673 | 50.00 43381

2 X1717_f2_rac_AY3_40%_05mL | 1:A1 1] 31.364 8193942 | 50.00 104509

Mean 46.031 | 8193807.583 73944.625

Std. Dev. 20.742 190.785 43223.93

% RSD 45.06 0.00 58.454
Report Method: Peak Summary Report Printed: 26/1/2011
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HPLC data for p-mb o}
Column conditions: AY3 column, 40% IPA/hexane, 0.50 mL/min
Eluted time: 30.966 min. / 60.890 min. (9.78% ee) TsHN
B-4mb
HKU
Project Name Secant 5 Bfeele’ 2
Reported by User: Breeze user (Breeze) HPLE Syatem
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Sample Name: X1716_f2_chi_AY3_40%_05mL; Date Acquired: 26/1/2011 16:25:11 HKT; Vial:
1:A,2; Injection: 1
Peak Summary with Statistics
Peak Name:
Sampl | RrRT Ar . Height
Name. vial |10 | iy | erseey | %o )
1 X1716_2_chi_AY3_40%_05mL | 1:A2| 1| 60.890 9648243 | 4511 50033

2 X1716_f2_chi_AY3_40%_05mL | 1:A2| 1| 30.966 11741779 | 54.89 142153

Mean 45.928 | 10695010.558 96092.967
Std. Dev. 21.160 | 1480353.524 65139.02
% RSD 46.07 13.84 67.788

Report Method: Peak Summary Report Printed: 26/1/2011
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