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HPLC Conditions: Chiralpak AS, Hexanes:IPA:TFA, 90:10:0.1, 1.0 mL/min, A 254 nm

80+30688° T=3010U4 INW
404346747 2=Y3d0 W04

266247 6% P24 T 8d $9BEZSET 2927 4T
685227 8S T15° -8dS  HPSEL9ET 92274
xy3dY HI1GIN 23dAl Y3 13
Xy
Bud MWHNOISIW * 314 NY3d

SBteB1Ed  18BZ 'S HAL ZITT  BHNY
Hygd" MHNOISH ©3% sxead paseadoud BUTJ0}S

IR ANOLI3I¥IO
UNE™ JHNOISiH o3 feubys Oujuoys soaaj

TUNOIS 40 OM

29247 %1 ld

o o

92274

1yyis

)
OH

NHZ
Racemic 4h

98+38809° T=¥01344 N
2B+39297° T=43¥Y W04

L5696° T SeZ°T 48 £24662¢ €1€°SY
4202171 B82S’ an bbISET 468°8
9109896 625° nag LB260ETT 94272
Xu3ay Hi0In 3dAl B33y 134
Xg3dy
Uyd  WHSISIW 1 3714 NY3d

PTIvbbi68  TRBZ 'S NAC ETTT BHNAX
Hud’ UNSISIK O} $x3ead pascatold Buideysg

WA A¥04L03¥I0
BHE®  TYNDTISIL 9% 1eubte Gutdo3s Jouu]

OH

NHZ
Isolated optically active 4h

41



68+30080° 1=301284 INK
83+398€2°2=Y34Y W10

orBbF 85  #B8°  8dS O9ISIES2IT L6E°22
891666y  SIS" 835 O9ISIESBIT Sh6°bl
U3y HiGIR  3dAL Y34y 1y

: 034y
uzm.qczu~m":"u4~m4czu—w

TN AY¥0LI3NIq
DAd"GCEBEYZB N 0% SYP2S PacsanoJdd 6ULJOYS
JHE® WHIIS:N 31} [RUBTIS BUISOL]

d01s

L5878 e

oM

E]

i
13615

O
Ph \(U\ OMe
NHZ
Racemic Si

© 2001 American Chemical Society, J. Am. Chem. Soc., Hang ja011936q Supporting Info Page 42
HPLC Conditions: Regis (R,R)—Whelk-Ol,-Hexanes:IPA, 90:10, 1.0 mL/min, A 220 nm
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HPLC Conditions: Chiralpak OJ, Hexanes:IPA:TFA, 75:25:0.1, 1.0 mL/min, A 254 nm
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Optically active 3j and 5j
derived from reaction mixture
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HPLC Conditions: Chiralpak OD, Hexane_s:IPA:TFA, 90:10:0.45, 1.0 mL/min, A 254 nm
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HPLC Conditions: Chiralpak OD, Hexanes:IPA, 80:20, 1.0 mL/min, A 254 nm

Determination of the ee of ethyl ester Sk
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80:20, 1.0 mL/min, A 254 nm

HPLC Conditions: Chiralpak OJ, Hexanes:IPA,

Determination of the ee of methyl ester 3k
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HPLC Conditions: Chiralpak OD, Hexanes:IPA:TFA, 90:10:0.1, 1.0 mL/min, A 254 nm
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k OD + OJ, Hexanes:IPA, 99:1, 0.8 mL/min, A 220 nm

© 2001 American Chemical Society, J. Am. Chem. Soc., Hang ja011936q Supporting Info Page 49

HPLC Conditions: Chiralpa
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HPLC Conditions: Chiralpak OJ, Hexanes:IPA, 98:2, 1.0 mL/min, A 220 nm

Determination of the ee of 41 by converting 4l into its methyl ester
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HPLC Conditions: Chiralpak OD, Hexanes:IPA:TFA, 90:10:0.45, 0.8 mL/min, A 254 nm

Determination of the ee of 4m
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HPLC Conditions: J. T. Baker DNBPG (lonic) + Regis (R, R)-Whelk-Ol, Hexanes:IPA,
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HPLC Conditions: Chiralpak OJ, Hexanes:IPA:TFA, 96:4:0.1, 1.0 mL/min, A 254 nm

Determination of the ee of acid 4n
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