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(R)-8 (91% ee, AD, 0.35 mL/min, hexanes: iPrOH = 92:8, 254 nm Av)

mAU § \t\
100 3\ & O O OH
80 X dh OJ\)J\/L Ph
60 8,91% ee
40 é§°
20 3 66;\'
0 &
36 s 4 2 Ca 4 4 50 s 54 min
Peak# Ret. Time[min] Width[min] AreamAU*s] Height[mAU] Area%
1 43.064 1.8854 1.45811e4 128.89366 95.6595
2 48.247 1.7420 661.60468 6.33006 4.3405
(¥)-9 (OD-H, 0.3 mL/min, hexanes: iPrOH = 98:2, 220 nm Av)
mAU 3
700
600 - Q ~ Os, -OFt
3 © o
500 - @ 3 o
400 - N
300
200 H O HPh
100 _ 9, racemic
ol— —. ~
35 40 45 min
Peak# Ret. Time[min] Width[min] Area|mAU*s] Height[mAU] Area%
38.606 1.3576 3.57156¢e4 424.50339 50.1901
2 44117 1.2321 3.54450e4 440.78772 49.8099
(+)-9 (80% ee) obtained from InCl;, CH,Cl,, 40 °C (entry 1, Table 1)
Oy OEt
mAU 1 1) ™
E 3 v o)
300 8\
] %
250 7 ¥
200 i O 4 Ph
el
150 = 9,80% ee a SV
100 §@¢.*
50 *
05 — 1 — —- 1 — 1 ;
34 36 38 40 42 44 46 48 min
Peak# Ret. Time[min] Width[min] Area|mAU*s] Height[mAU] Area%
1 38.865 1.4799 3.09724¢4 348.81451 90.1005
2 44.642 1.4363 3402.98950 39.48714 9.8995
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(+)-9 (88% ee) obtained from InBrs;, CH,Cl,, 0 to 40 °C (entry 3, Table 1)

min

AU 2 Oy OEt
600 2 0
500
400
300 AP
9,88% ee
200 g
100 2
B _
34 36 38 40 42 44 46
Peak# Ret. Time[min] Width[min] Area[mAU*s] Height[mAU] Area%
1 39.096 1.4153 5.76964¢e4 655.26282 93.8171
2 45.070 1.2319 3802.43164 46.60519 6.1829
(+)-9 (87% ee) obtained from In(OTf);, CH,Cl,, 0 to 40 °C (entry 4, Table 1)
mAU - N © e
AN
250 &\ i
&
200 v
150 b O f Ph ©
100 9,87% ee g &
50 o
0 T ) X B —T T _I — T T —
36 38 40 42 44 46 min
Peak# Ret. Time[min] Width[min] Area|mAU*s] Height[mAU] Area%
1 39.412 1.4387 2.61091e4 302.46176 93.2516
2 45.225 1.4777 1889.46387 21.31147 6.7484
(+)-9 (89% ee) obtained from SnCly, CH,Cl,, 0 to 40 °C (entry 6, Table 1)
_ Oy OFEt
mAU S A2
300 g\ r&o@ o
250 &
200 _ b O qPh
1505 9,89% ee P
100 g &
] S
50 4 ﬁ'?s
04— e L ‘A‘ | N Vx T 'l‘-w T f'lx T L
34 36 38 40 42 44 46 48 50 52 min
Peak# Ret. Time[min] Width[min] Area|mAU*s] Height[mAU] Area%
1 40.827 1.4309 2.80678e4 326.91574 94.4728
2 47.186 1.4293 1642.13428 19.14889 5.5272
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(+)-9 (86% ee) obtained from In(OTf)s, toluene, 0 to 110 °C (entry 8, Table 1)

Oy OFt
mAU -
< o}
600 ¥
500
400 H o H Ph
300 9,86% ee . o
200 8
100 o
3 ~
34 36 38 40 42 44 46 48 50 52 mir
Peak# Ret. Time[min] Width[min] Area[mAU*s] Height[mAU] Area%
1 40.014 1.4326 6.64240e4 741.84833 93.0696
2 46.384 1.5357 4946.21387 53.68016 6.9304
(+)-9 (89% ee) obtained from In(OTf);, CH3;CN, 0 to 70 °C (entry 9, Table 1)
Oy OFt
mAU ] &
E e o
600 - ¥
500
400 i O hPh
300 9,89% ee
200 3
100 4 kA
0 ————— — — —
T % T T T T T
36 38 40 42 44 46 48 50 52 min
Peak# Ret. Time[min] Width[min] Area|mAU*s] Height[mAU] Area%
1 40.128 1.3483 6.13435¢4 730.06396 94.5843
2 46.354 1.1590 3512.39624 45.68454 5.4157
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NOESY spectrum of (£)-2:
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Sing DGY-1-14
NOESY 600ms

NAME  Sing DGY-1-142
XPNO 10

PROCNO 1

Date_ 20110113

Time 11.02
INSTRUM spect
PROBHD 5 mm CP2 1H-31
PULPROG  noesyph
TD 2048
SOLVENT DMSO

NS 16

DS 16

SWH 5102.041 Hz
FIDRES 2.491231 Hz
AQ 0.2007540 sec
RG 11.3

bW 98.000 usec
DE 6.50 usec

TE 300.0 K

Do 0.00008845 sec

D1 2.00000000 sec
D8 0.60000002 sec
INC 0.00019600 sec
======== CHANNEL f1 =======
NUC1 1H

P1 7.50 usec

PL1 2.00dB

PL1W 7.76597643 W
SFO1 600.1322536 MHz
NDC 1

TD 365

SFO1 600.1323 MHz

FIDRES 13.978191 Hz

sw 8.502 p[?_m

FNMODE  States-TPPI

S 1024

SF 600.1300000 MHz
W QSINE

2
LB 0.00 Hz
GB 0
PC 1.00
Sl 1024
MC2 States-TPPI
SF 600.1300000 MHz
WDW QSINE
SSB 2
LB 0.00 Hz
GB o



