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) . Ret.time Start End Area Height % Area Width
Column: Chiralcel OD-H [min] min] | [min] | [MAU'min] | [mAU] [min]
Eluent: hexanes
. 30.569| 29.60| 33.57 316.287 204.703| 499560 1.383
Flow: ImL/min
_ 34.336| 33.57| 40.69 316.844 163.422 50.0440| 1.695
Detection: UV, 254 nm
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Column: Chiralcel OD-H
Eluent: hexanes

Flow: ImL/min
Detection: UV, 254 nm

for 4-nitrobenzoate of 4

Ret.time Start End Area Height % Area Width
[min] [min] [min] [MAU*min] [mAU] [min]
31.837 30.66 32.67 8.26351 8.96398 1.9683 0.869
33.437 32.69 39.70 411.562 216.666 98.0317 1.692

/\/\”%\
0._0

NO,

S5




£v'6 —

TCET —

ST'SC—
69°LC —

849, —

(T[T —

SP'GET —

90°/ST —

5801
98°0
£8°0 1
88°0 1
88°0 1
68°0
06°0
16°0

9670

— O OO ONIN n
(= =Ne N e )ie)Ie)) (o))
- - 00000 o

€0'¢
€0'¢
0
0
‘0T
8507 1
o0z
90
80°Z
807 -
89'p
L6
667
10°6
20'S
€€'g
be's
ve'S
se's
9e's
9e'g
LE°S
8¢'s
8¢'S
6€°S
6€°S
ov'S
126
s
€6
€'
sss
s
S2°S
9,5
125
e
80°G 1
64°G

9L —

o\n,NH2

S6

f1 (ppm)



91°0T —
6V €T —

STST~
€7°8¢

wimoY
-

€8¢

bree —

0S'vh —

SCeSs —

04'8¢T —

PP EET —

¢L0LT —

Waidsaf iy vy

" Ml

Bl
L

Ml

™
v

R —

f1 (ppm)

85°€
65°€ W
19°¢

8¢’y
0E'v /

LTS

09°s

$9°S 1
¥9°G
59°G
§9°G -

S

Cl

HN

(A%
€€

Freo|

0'T

Z0°T

\—,YNO.N

S7

2.0 1.5 1.0 0.5 0.0

2.5

3.0

3.5
f1 (ppm)

4.0

4.5

6.0 5.5 5.0

6.5

7.0

7.5



/(90T —
6t €T —

ST'8T —

LECY —

L6'€S —

LP9CT —

08'VET —

LS'VLT —

My

1€
e
€€
Y€
ST'E
9T’€
9T°€ A

. m

£S°S ]

£S°S ] \
85°S 1 =
65°S
6S°S
6S'S

T19°'S 1 ©
T9°S 1
79°S
€9°G
9C'L

(prepared via
intramolecular N-alkylation)
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-—= —£0°C

= 90t

J —10'7

ze |
62

6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)

7.0

7.5

S8



80T

9ET
8T

6'vC

sz

S'1E—

St —

Tbs —

9'9¢T —

6'PET —

LPLT—

200
6407
18°0 1
€80
060 1
160 1
£6°0
S6°0
SP'T 1
SP'T T
9’1
LY'T A
8b'T

6v'T

6v'T

0S°T

0S°T

18T
ST
€S°T
PS'T
SS'T
(S'T—T
8S'T
06'T
6T V

o
—
™
L
—m

T1C¢€e

e
€€
PTE ]
STE
9T°€ ]
9T’'€

8C’€

ov'v

[4 4

12 A4

'y

9T's

LTS

L7'S

wN.mL
87'S
62°S ]
0€'S
0€°S
T€'S
¢E'S ]
¢E'S ]
E'S
SS'S ]
SS°S ]
£S°S ]
£5°S ]
85'G ]
65°S ]
65°S ]
65°S ]
T9°S
T9'S
79'S ]
€9'G
9T'L-

Compound 2
(prepared via 6-step one-pot

sequence starting from

carbamate 6)
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Column: Chiralcel OD-H

Ret.time Start End Area Height % Area Width
. . min min min mAU"min mAU min
Eluent: 10% i-PrOH in hexanes min] | tmin] ) [mind ) I tmAdl (i)
FIOW' lmL/mln 15.487 14.85 17.99 223.026 277.327 494428 0.728
) . 21.455 20.50 24.09 228.052 220.58 50.5572 0.943
Detection: UV, 210 nm
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mAl

. ; _ Ret.time Start End Area Height % Area Width
Column: Chlr.alcel O.D H min] | [min] | [min] | MAU'min] | [mAU] [min]
Eluent: 10% i-PrOH in hexanes

I . 15.954| 15.29| 16.64| 4.76758|  7.02095 1.3768] 0673
Flow: 1mL/min 21.439| 2032] 2563| 341521 313.824] 986232 0977
Detection: UV, 210 nm
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