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General Information

Melting points were recorded on MEL-TEMP melting point apparatus in open capillaries and
uncorrected. IR spectra were recorded on VECTOR 22 model Specac ATR instrument. 'H and °C
NMR spectra were recorded on Advanced Varian-500 (500 MHz) and instrument using residual
solvent as standard. TLC was performed with silica gel GF254 precoated on aluminium plates
(VWR), and spots were visualized with UV. Flash column chromatography was performed on
silica-gel (VWR). HPLC were recorded on a Shimadzu HPLC system with Daicel columns.
Microanalyses were conducted by Atlantic Microlab, Inc (PO Box 2288, Norcross, Georgia 30091,
USA). Chemicals were purchased from Aldrich and used as received. All reactions were carried out
in oven-dried glassware.
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'H and **C NMR data of compounds 10a-n.



(2R,3S,4R)-3-Nitro-2-phenyl-thiochroman-4-ol (10a)

[a] p>* =+8.2 (¢ 0.2, MeOH); 'H NMR (500 MHz, Acetone-dg) 8 = 5.16 (d, J = 10.5 Hz, 1H), 5.37-
5.43 (m, 2H), 5.83 (d, J = 8.0 Hz, 1H), 7.14 (dd, J = 7.0, 2.0 Hz, 1H), 7.25-7.28 (m, 2H), 7.39-7.44
(m, 3H), 7.53-7.55 (m, 2H), 7.73 (dd, J = 7.0, 1.5 Hz, 1H). >C NMR (125 MHz, Acetone-dg) & =
46.8, 71.7, 93.5, 124.8, 125.4, 128.0, 128.5, 128.7 (2C), 129.2 (2C), 129.4, 131.9, 135.4, 135.8.
Anal. Calcd. for: C, 62.70; H, 4.56; N, 4.87 . Found: C, 62.77; H, 4.49; N, 4.85.

(2R,3S,4R)-2-(2-Bromophenyl)-3-nitro-thiochroman-4-ol (10b)

[a] > =-16.2 (¢ 0.2, MeOH); 'H NMR (300 MHz, Acetone-dq) & = 5.46 (t, J = 8.4 Hz, 1H), 5.56 (t,
J=10.1 Hz, 1H), 5.67 (d, J = 10.2 Hz, 1H), 6.02 (d, J = 8.4 Hz, 1H), 7.14 (m, 1H), 7.24-7.34 (m,
3H), 7.47 (td, J = 7.3, 0.9 Hz, 1H), 7.67 (dd, J=7.8, 1.2 Hz, 1H), 7.73- 7.76 (m, 2H). *C NMR (75
MHz, Acetone-ds) & = 45.5, 71.8, 92.2, 124.4, 125.0, 125.7, 128.0, 128.6, 128.8, 129.4, 131.0,
131.3, 133.8, 134.5, 135.9. Anal. Calcd. for: C, 49.19; H, 3.30; N, 3.82. Found: C, 49.06; H, 3.28;
N, 3.83.

(2R,3S,4R)-2-(4-Bromophenyl)-3-nitro-thiochroman-4-ol (10c)

Br

[a] p** =+9.4 (c 0.2, MeOH); "H NMR (500 MHz, Acetone-dg) 8 = 5.19 (d, J = 10.5 Hz, 1H), 5.36-
5.42 (m, 2H), 5.88 (d, J = 8.0 Hz, 1H), 7.14 (dd, J = 7.0, 2.0 Hz, 1H), 7.26, 7.28 (m, 2H), 7.51 (d, J
= 8.5 Hz, 2H), 6.62 (d, J = 8.5 Hz, 2H), 7.74 (dd, J = 7.0, 2.5 Hz, 1H). *C NMR (125 MHz,
Acetone-dg) 8 = 46.1, 71.5, 93.4, 122.9, 124.8, 125.5, 128.0, 128.5, 130.7 (2C), 131.5, 132.4 (2C),
134.9, 135.8. Anal. Calcd. for: C, 49.19; H, 3.30; N, 3.82. Found: C, 49.11; H, 3.34; N, 3.80.

(2R,3S,4R)-2-(3-Chlorophenyl)-3-nitro-thiochroman-4-ol (10d)



[a] p** = +19.1 (c 0.2, MeOH); 'H NMR (500 MHz, Acetone-dg) & = 5.21 (m, 1H), 5.41-5.43 (m,
2H), 5.90 (m, 1H), 7.16 (dd, J = 7.5, 2.0 Hz, 1H), 7.25-7.29 (m, 2H), 7.44-7.47 (m, 2H), 7.50-7.52
(m, 1H), 7.61 (d, J = 2.0 Hz, 1H), 7.74 (m, 1H). °C NMR (125 MHz, Acetone-d¢) & = 46.2, 71.5,
93.3, 124.9, 125.6, 127.3, 127.9, 128.6, 128.7, 129.5, 131.0, 131.5, 134.4, 135.8, 137.9. Anal.
Calcd. for: C, 55.99; H, 3.76; N, 4.35. Found: C, 55.95; H, 3.74; N, 4.41.

(2R,3S,4R)-2-(4-Chlorophenyl)-3-nitro-thiochroman-4-ol (10e)

Cl

[a] b= = -45.3 (c 0.2, MeOH); 'H NMR (300 MHz, Acetone-d¢) & = 5.19 (d, J = 11.1, 1H), 5.35-
5.46 (m, 2H), 5.71 (d, J = 8.4 Hz, 1H), 7.14 (m, 1H), 7.24-7.27 (m, 2H), 7.44 (d, J = 8.7 Hz, 2H),
7.56 (d, J = 8.7 Hz, 2H), 7.21 (m, 1H). >*C NMR (75 MHz, Acetone-ds) & =46.2, 71.6, 93.5, 124.8,
125.5, 127.9, 128.5, 129.3 (2C), 130.4 (2C), 131.6, 134.3, 134.7, 135.7. Anal. Calcd. for: C, 55.99;
H, 3.76; N, 4.35. Found: C, 56.20; H, 3.77; N, 4.29.

(2R,3S,4R)-3-Nitro-2-(2-nitrophenyl)-thiochroman-4-ol (10f)
OH

O5N

[a] p°® = -24.2 (¢ 0.2, MeOH); 'H NMR (500 MHz, Acetone-dg) & = 5.41 (t, J = 8.5 Hz, 1H), 5.50 (t,
J=10.0 Hz, 1H), 5.70 (d, J = 10.0 Hz, 1H), 6.03 (d, J = 8.0 Hz, 1H), 7.20 (m, 1H), 7.30-7.32 (m,
2H), 7.68 (td, J = 8.5, 1.5 Hz, 1H), 7.76 (m, 1H), 7.81 (td, J = 8.0, 1.5 Hz, 1H), 7.96 (td, J = 8.0, 1.5
Hz, 2H). C NMR (125 MHz, Acetone-ds) & = 40.9, 71.6, 93.0, 125.1, 125.3, 126.0, 127.7, 128.7,
129.9, 130.1, 131.1, 133.7, 133.9, 136.2, 150.1. Anal. Calcd. for: C, 54.21; H, 3.64; N, 8.43. Found:
C, 54.13; H, 3.60; N, 8.34.

(2R,3S,4R)-2-(2-Methoxyphenyl)-3-nitro-thiochroman-4-ol (109)



MeO
[a] p** = -38.1 (¢ 0.2, MeOH); '"H NMR (300 MHz, Acetone-dg) & = 3.84 (s, 3H), 5.38 (m, 1H).
5.48-5.50 (m, 2H), 5.84 (d, J = 8.1 Hz, 1H), 6.96 (td, J = 7.5, 1.2 Hz, 1H), 7.05 (d, J = 8.4 Hz, 1H),
7.12 (m, 1H), 7.21-727 (m, 2H), 7.33 (td, J = 8.7, 1.8, 1H), 7.45 (dd, J = 7.5, 1.8 Hz, 1H), 7.72 (m,
1H). *C NMR (75 MHz, Acetone-dg) & =41.0, 55.7, 72.0, 92.3, 112.0, 121.1, 123.3, 125.1, 125.4,
127.7, 128.3, 129.2, 130.5, 132.4, 136.1, 157.7. Anal. Calcd. for: C, 60.55; H, 4.76; N, 4.41. Found:
C, 60.61; H, 4.72; N, 4.40.

(2R,3S,4R)-2-(4-Methoxyphenyl)-3-nitro-thiochroman-4-ol (10h)

OMe

[a] p>* = -34.5 (¢ 0.2, MeOH); '"H NMR (500 MHz, Acetone-dg) & = 3.82 (s, 3H), 5.10 (d, J = 11.0
Hz, 1H), 5.33 (t, J = 10.3 Hz, 1H), 5.40 (m, 1H), 5.79 (d, J = 8.0 Hz, 1H), 6.95 (d, J = 9.0 Hz, 2H),
7.12 (dd, J = 7.5, 1.2 Hz, 1H), 7.23 (td, J = 7.0, 2.5 Hz, 1H), 7.26 (td, J = 7.0, 2.5 Hz, 1H), 7.45 (d,
J=9.0 Hz, 2H), 7.73 (m, 1H). *C NMR (125 MHz, Acetone-ds) & = 46.3, 55.0, 71.7, 93.7, 114.5
(20), 124.7, 125.3, 126.8, 128.0, 128.4, 129.9 (2C), 132.1, 135.8, 160.6. Anal. Calcd. for: C, 60.55;
H, 4.76; N, 4.41. Found: C, 60.41; H, 4.75; N, 4.36.

(2R,3S,4R)-2-(4-Methylphenyl)-3-nitro-thiochroman-4-ol (10i)

Me

[a] p°* =+16.4 (c 0.2, MeOH); '"H NMR (300 MHz, Acetone-dg) 8 = 2.32 (s, 3H), 5.10 (d, J = 10.8
Hz, 1H), 5.32-5.40 (m, 2H), 5.85 (d, J = 7.8 Hz, 1H), 7.10 (m, 1H), 7.19-7.27 (m, 4H), 7.39 (d, J =
7.8 Hz, 2H), 7.71 (dd, J = 6.9, 2.4 Hz, 1H). °C NMR (75 MHz, Acetone-ds) & = 20.6, 46.6, 71.7,
93.6, 124.7, 125.3, 128.0, 128.4, 128.5 (2H), 129.8 (2H), 131.4, 132.1, 135.8, 139.2. Anal. Calcd.
for: C, 63.77; H, 5.02; N, 4.65. Found: C, 63.55; H, 5.00; N, 4.74.

(2R,3S,4R)-7-Methoxy-3-nitro-2-phenyl-thiochroman-4-ol (10j)



[a]p? =+21.3 (¢ 0.1, MeOH); "H NMR (300 MHz, Acetone-ds) & =3.80 (s, 3H), 5.16 (m, 1H), 5.31-
5.37 (m, 2H), 5.72 (d, J = 6.0, 1.8 Hz, 1H), 6.67 (d, J = 2.3 Hz, 1H), 6.81 (dd, J = 8.7, 2.3 Hz, 1H),
7.36-7.43 (m, 3H), 7.50-7.53 (m, 2H), 7.61 d, J = 8.7 Hz, 1H). °C NMR (75 MHz, Acetone-d¢) &=
47.0, 55.2, 71.6, 93.9, 109.0, 112.1, 128.7 (2C), 129.2 (2C), 129.3, 129.4, 132.8, 133.0, 135.1,
159.7. Anal. Calcd. for: C, 60.55; H, 4.76; N, 4.41. Found: C, 60.60; H, 4.71; N, 4.41 .

(2R,3S,4R)-2-(4-Bromophenyl)-7-Methoxy-3-nitro-thiochroman-4-ol (10k)

Br

[a] p™* = +13.7 (c 0.1, MeOH); 'H NMR (300 MHz, Acetone-ds) & = 3.80 (s, 3H), 5.15 (m, 1H),
5.31-5.35 (m, 2H), 5.78 (d, J = 5.7 Hz, 1H), 6.68 (d, J = 2.4 Hz, 1H), 6.81 (dd, J = 8.9, 2.4 Hz, 1H),
7.49 (d, J = 8.6 Hz, 2H), 7.60 (d, J = 8.6 Hz, 2H), 7.61 (d, J = 8.9 Hz, 1H). *C NMR (75 MHz,
Acetone-d¢) & = 46.3, 55.2, 71.4, 93.7, 109.1, 112.2, 122.9, 127.7, 129.3, 130.7 (2C), 132.3 (2C),
132.8, 134.7, 159.6. Anal. Calcd. for: C, 48.50; H, 3.56; N, 3.53. Found: C, 48.92; H, 3.42; N, 3.41.

(2R,3S,4R)-7-methyl-3-nitro-2-phenyl-thiochroman-4-ol (10I)
OH
wNO,

Me S Ph

[a] p** =-16.3 (c 0.1, MeOH); 'H NMR (500 MHz, DMSO-d¢) & = 2.25 (s, 3H), 5.03 — 5.06 (d, ] =
10 Hz, 1H), 5.17 — 5.20 (m, 1H), 5.25 - 5.30 (m, 1H), 6.42 (d, J = 8.5 Hz, 1H), 6.86 (s, 1H), 6.97 (d,
J =7.5Hz, 1H), 7.31 — 7.34 (m, 3H), 7.38 — 7.42 (m, 2H), 7.47 — 7.51 (m, 1H) ; °C NMR (125
MHz, DMSO-ds + CDCls) & = 18.8, 44.4, 69.0, 91.4, 122.7, 124.2, 125.9, 126.5 (2C), 127.1 (2C),
127.2, 129.2, 131.0, 133.0, 135.8. Anal. Calcd. for: C, 63.77; H, 5.02; N, 4.65. Found: C, 63.86; H,
4.99; N, 4.65.

(2R,3S,4R)-7-Chloro-3-nitro-2-phenyl-thiochroman-4-ol (10m)




[a] p™* = +17.6 (¢ 0.1, MeOH); 'H NMR (300 MHz, Acetone-dg) & = 5.18 (m, 1H), 5.37-5.40 (m,
2H), 5.80 (m, 1H), 7.17 (d, J = 2.1 Hz, 1H), 7.22 (dd, J = 8.3, 2.1 Hz, 1H), 7.36-7.41 (m, 3H), 7.48-
7.52 (m, 2H), 7.68 (d, J = 8.3 Hz, 1H). >C NMR (75 MHz, Acetone-dg) & =47.2,71.6,93.2, 124.2,
125.6, 128.9 (2C), 129.5 (2C), 129.8, 129.9, 133.9, 134.6, 134.9, 135.0. Anal. Calcd. for: C, 55.99;
H, 3.76; N, 4.35. Found: C, 55.80; H, 3.73; N, 4.24 .

Experimental procedure for the reduction of the (2R,3S,4R)-3-nitro-2-phenyl-thiochroman-4-
ol (10a) to (2R,3S,4R)-3-amino-2-phenyl-thiochroman-4-ol (11)

OH OH
~NO,  Hj, Pd/C wNH2
. > .
MeOH
T.t
S Ph S Ph
10a 11

To a solution of 3-Nitro-2-phenyl-thiochroman-4-ol (28.7 mg, 0.1 mmol, 99 % ee) in 3 mL of
methanol was added 50 mg of palladium over activated charcoal (10 % w/w). The mixture was
stirred under hydrogen atmosphere (1 atm) until the completion of the reduction (8.0 h, monitored
by TLC). The reaction mixture was passed through a plug of Celite and washed with methanol (5
mL). Evaporation of the solvent yielded the crude product, which was purified by column
chromatography to give the pure compound (14.2 mg, 55% yield); white solid; [o] p** = -16.9 (c
0.1, MeOH); '"H NMR (500 MHz, CDCls) & = 2.06 ( brs, 2H), 3.32 (dd, J = 10, 10 Hz, 1H), 4.24 (d,
J =10 Hz, 1H), 4,56 (d, J = 10 Hz, 1H), 7.08 — 7.11 (m, 1H), 7.16 — 7.19 (m, 2H), 7.34 — 7.47 (m,
5H), 7.64 — 7.67 (m, 1H); >C NMR (125 MHz, CDCl;) & = 51.1, 58.4, 73.3, 125.0, 125.1, 127.1,
127.9, 128.7, 128.9 (2C), 129.4 (2C), 132.4, 136.1, 138.6. Anal. Calcd. for: C, 70.01; H, 5.87; N,

5.44. Found: C, 70.09; H, 6.01; N, 5.37.
The ee value of compound was determined to 97% by HPLC analysis using a Chiralpak AD-H
column.

X-Ray data of compound 10b [(2R,3S,4R)-2-(2-Bromophenyl)-3-nitro-thiochroman-4-ol]
Crystal data for C;sH;,BrNO;S (10b): M = 366.23, T = 173(2) K, orthorhombic, P2,2,2;, a =

5.1673(10), b =11.594(2), c = 24.283(5) A, V = 1454.8(5) A’>,Z=4,D, = 1.672 g cm™, p = 2.978
mm’™, no. of unique data (AFC12k/SATURN724 CCD'” using Mo-Ka radiation so that pe =
30.2°) = 2610, no. of parameters = 193, R (2485 data with | > 25(l)) = 0.047, wR (all data) = 0.129.
The structure was solved by direct-methods (SHELXS-97'®) and refined (anisotropic displacement
parameters, H atoms in the riding model approximation and a weighting scheme w = 1/[c*(F.’) +

0.069P* + 0.735P] where P = (F,* + 2F.?)/3) with SHELXL-97 on F>." The absolute structure was



determined based on differences in Friedel pairs included in the data set yielding a value for the
Flack parameter20 0f'-0.002(16). Fig. 1 was drawn with ORTEP-IT*' at 35% displacement ellipsoids.
Molecules aggregate in the crystal structure via a zig-zag chain of [O-H...O], hydrogen bonds
aligned along the a-axis: O1-H...01'=1.97 A, 01...01' = 2.797(4) A, with O-H...O angle of 169°

for i: Yat+x, Y4y, -z .CCDC deposition number: 647961.

Additional References:

17. CrystalClear User Manual, Rigaku/MSC Inc., The Woodlands, TX 77381, USA, 2005;

18. Sheldrick, G. M. Acta Crystallogr. 1990, A46, 467;

19. Sheldrick, G. M. SHELXL97. University of Gottingen, Germany, 1997;

20. Flack, H. D. Acta Crystallogr. 1983, A39, 876;

21. Johnson, C. K. ORTEP-II, Report ORNL-5138, Oak Ridge National Laboratory: Oak Ridge,

TN, 1976.



VII-DR-146-1H

Archive directory: /home/drajasek/vnmrsys/data

Sample directory:

Pulse Sequence: s2pul

Solvent: Acetone

Ambient temperature

File: VIII-DR-146-1H-pheny]
INOVA-500 "“Inova500"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.892 sec

Width 7995.2 Hz

8 repetitions

OBSERVE H1, 499.6778675 MHz
DATA PROCESSING

FT size 32768
Total time 0 min, 23 sec

1.00 3.230.99

=

Wi gy
2.322.17

OH
“NO,

10a
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VIII-DR-146-13C

Archive [directory: /home/drajasek/vnmrsys/data
Sample directory:

Pulse Sequence: s2pul

Solvent] Acetone

Ambient |temperature

User: 1114-87

File: VIII-DR-146-13C-pheny] OH
INOVA-50 "Inova500"

NO,
Relax. dgelay 1.000 sec :
Pulse 4%.0 degrees
Acq. tige 1.300 sec
Width 31409.5 Hz S
15000 ré¢petitions

OBSERVE )C13, 125.6440697 MHz

DECOUPLE | H1, 499.6803660 MHz
Power 3§ dB 10a
continuqusly on
WALTZ-16§ modulated

DATA PROGESSING
Line brdadening 0.5 Hz

FT size 131072

Total time 9 hr, 37 min, 20 sec

. Ll L l -
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IX-DR-~21-1H

Archive directory: /export2/home/drajasek/vnmrsys/data

Sample directory:

Pulse Sequence: s2pul

Solvent: Acetone

Ambient temperature

File: IX-DR-21-1H-2-bromo
Mercury-300BB "varian300"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.001 sec

width 4789.3 Hz

8 repetitions

OBSERVE H1, 299.7468175 MHz
DATA PROCESSING

FT size 32768
Total time 0 min, 25 sec

10b

s

/

e
2.99  3.12
1.11 1.10

S-10
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IX-DR-21-13C

Archive directory: /export2/home/drajasek/vnmrsys/data
Sample directory:

Pulse Sequence: s2pul

Solvent: Acetone

Ambient temperature

File: IX~-DR-21-13C-2-bromo
Mercury-30088 "Varian300"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.815 sec

width 18832.4 Hz

2500 repetitions
OBSERVE C13, 75.3713792 MHz
DECOUPLE | H1, 299.7483521 MHz
Power 33 dB

cont inuQusly on

wALTZ-lg modulated 10b
DATA PROGESSING

Line broadening 1.0 Hz
FT size 131072
Total time 2 hr, 1 min, 53 sec

o . " ’ y .l | L

" \gass o

rrrryryyryryprrrrrrrryryry1r1r1r|1J1ryr1rJ1jryrrrqyryroyrrrryrrerrprryyprrrrpryrrrprrrrfrrrr et vyt T f r T

200 180 160 140 120 100 80 60 40 20 ppm

S-11


Rajasekhar.Dodda
Stamp

Cong.Zhao
Text Box
S-11


VIII-DR-148-1H

Archive directory: shome/drajasek/vnmrsys/data
Sample directory:

Pulse Sequence: s2pul

Solvent: Acetone

Ambient temperature
File: VIII-DR~149-1H
INOVA-500 "Inova500"

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 1.892 sec
width 7995.2 Hz
8 repetitions
0BSERVE H1, 499.6778675 MHz
DATA PROCESSING
FT size 32768
Total time 0 min, 23 sec

=

)
1.00.99 0.95
1.94 1.98

S-12
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VIII-DR-149-13C

Archive directory: /home/drajasek/vnmrsys/data
Sampie directoryg

Pulse Sequence: spPpul

Solvent: Acetone
Ambient temperatiire
User: 1-14-87
File: IX-DR--4-bromo-13C
INOVA-500 “InovaFOO"

Relax. delay 1.0p0 sec
Pulse 45.0 degreps
Acq. time 1.300 fec
Width 31409.5 Hz
13500 repetitionp
OBSERVE €13, 125/.6440697 MHz
DECOUPLE H1, 499.6803660 MHZ
Power 36 dB
continuously on
WALTZ-16 modulatpd
DATA PROCESSING
Line broadening p.5 Hz
FT size 131072
Total time 8 hr, B9 min, 36 sec

wommemsnatnc) R

LA T e O i B O L L | ANLLIN T O L L S 1 L L IS O L L Y O Z20. L A L L L L O B B O

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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IX-DR-08-1H

Archive directory: s/home/drajasek/vnmrsys/data
Sample directory:

Pulse Sequence: s2pul

Solvent: Acetone

Ambient temperature

File: IX-DR-3-chloro

INOVA-500 "Inova500" OH

Relax. delay 1.000 sec ~NO»
Pulse 45.0 degrees *
Acq. time 1.892 sec
Width 7995.2 Hz Cl
8 repetitions S
OBSERVE H1, 499.6778675 MHz
OATA PROCESSING
FT size 32768
Total time 0 min, 23 sec

10d
T T T i I T T T T T’ r T ¥ T [ T T 1 T | T T T T | ¥ i T
9 8 7 6 5
Woge w o Wy
1.00.12.23 0.89 1.16
0.97.121.10 2.37
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IX-DR-08-13C

Archive directory: /home/drajasek/vnmrsys/data
Sample directoryg

Pulse Sequence: spPpul

Solvent: Acetone
Ambient temperatfiire
User: 1-14-87
File: IX-DR-3-chlpro-13C OH
INOVA-500 "Inovab00"

~NO2

Relax. delay 1.0p0 sec

Pulse 45.0 degreps

Acq. time 1.300 bec Cl
width 31408.5 Hz S
10000 repetitionp
OBSERVE C13, 125.6440697 MHz
DECOUPLE H1, 499.6803660 MHz
Power 36 dB
continuously on 10d
WALTZ-16 modulatpd

DATA PROCESSING
Line broadening P.5 Hz
FT size 131072
Total time 6 hr, P4 min, 53 sec

)L LU IHJ . . e\

ll'ﬁlf’lﬁffﬁﬁ1ﬁT‘T‘r"['ll|||||||||||l|l||l|llll|lll|[lllIIITI|'|7T_'_|_|TT‘T_T_fr|IIIIIIII|IIIIIIIII|llIIIIIIl|l||l1|ll|||||l[|||l[ﬁ

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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IX-DR-06-1H

Archive directory: /export2/home/drajasek/vnmrsys/data
Sample directory:

Pulse Seguence: s2pul

Solvent: Acetone

Ambtent temperature

File: IX-DR-06-1H
Mercury-300BB "varian300"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.001 sec

Width 4789.3 Hz

8 repetitions

OBSERVE H1, 299.746817?5 MHz
DATA PROCESSING

FT size 32768

Total time 0 min, 25 sec

P / 4
'J J
T T T T T T T T T T T T T T T T T T T T T
I I I 1 T I
9 8 7 6 5
A e
1.001.93 0.99 2.05
2,01 2.03 1.00 1.05

S-16


Rajasekhar.Dodda
Stamp

Cong.Zhao
Text Box
S-16


IX-DR-06-13C

Archive directory: /export2/home/drajasek/vnmrsys/data
Sample directory:
File: CARBON

Pulse Sequence: s2pul

Solvent: Acetone
Ambient temperature
Mercury-300BB "Vartan300"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.815 sec

width 18832.4 Hz

5000 repetitions

OBSERVE C13, 75.3713792 MHz
DECOUPLE H1, 299.7483521 MHz
Power 33 dB

continuously on

WALT2-16 modulated

DATA PROCESSING

Line broadening 1.0 H2z

FT size 131072
Total time 4 hr, 3 min, 14 sec

I Ll

[rrrrrrrrryyrrrqryrrryrrrryrrrryrrrryrJr1rryyrer[yryrrrqy1rrr1r1r[r1ryrr[rrrryryrrrryrrprrr [Tty T T T T T

200 180 160 140 120 100 80 60 40 20 ppm
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X-DR-01-1H

Archive directory: /home/drajasek/vnmrsys/data
Sample directory:

Pulse Sequence: s2pul

Solvent: Acetone
Ambient temperature
File: IX-DR-01-1H
INOVA-500 "InovaSo00"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.892 sec

Width 79985.2 Hz

q repetitions
OBSERVE H1, 499.6778675 MHz
DATA PROCESSING

FT size 32768
Total time 0 min, 11 sec

|
9 8 7
Lot Ly
2.01.10 2.13
1.1103  1.00

10f
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IX-DR-01113C

Archive |directory: /home/drajasek/vnmrsys/data
Sample directory:

Pulse Seduence: s2pul

Solvent{ Acetone
Ambient |temperature
User: 1+114-87

File: IX{DR-01-13C OH
INOVA-50 "InovasSo00"

wNO;
Relax. delay 1.000 sec *
Pulse 43.0 degrees
Acq. tige 1.300 sec
width 31409.5 Hz S

2816 repetitions
OBSERVE (C13, 125.6440697 MHZ

DECOUPLE | H1, 499.6803660 MHz O5N
Power 3¢ dB
continuqusly on 10f

WALTZ-14 modulated

DATA PROGESSING

Line brgadening 0.5 Hz

FT size 3310?2
Total time 1 hr, 51 min, 37 sec

—

JELANL e e I L e L L L L L L L A L L L O S L L L e A L L B

200 180 160 140 120 100 80 60 40 20 ppm
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IX-DR-38-1H

Archive directory: /export2/home/drajasek/vnmrsys/data
Sample directory:

Pulse Sequence: s2pul

Solvent: Acetone

Ambient temperature

File: IX-DR-38-1H
Mercury-30088 "“varian300"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.001 sec

Width 4789.3 Hz

8 repetitions
OBSERVE H1, 299.7468175 MHz
DATA PROCESSING

FT size 32768
Total time 0 min, 25 sec

‘[ T
J—\)‘Y* T T T ] T T T T 'r T T T T ] L —| T T ﬁ“ il 1 ' T Fﬁ
9 8 7 6 5 4 3 1 ppm
e ! L L
1.00 1.0D,98.07 1.88 0.14
1.082.05.06 .87 1.05 3.06
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IX-DR-SBliSC

Archive [directory: /export2/home/drajasek/vnmrsys/data
Sample directory:
File: CARBON

Pulse Sedquence: s2pul

Solvent] Acetone
Ambient |temperature
Mercury~300BB "varian300"

Relax. ge]ay 1.000 sec
Pulse 45.0 degrees

Acq. time 1.815 sec

Width 18832.4 Hz

12000 repetitions
OBSERVE [C13, 75.3713792 MHz
DECOUPLE | H1, 299.7483521 MHz
Power 33 dB

continuﬁusly on

WALTZ-1§4 modulated
DATA PROSESSING

Line brgdadening 1.0 Hz
FT size 131072
Total time 9 hr, 42 min, 59 sec

JL | Ll . l 1

Trrryfyrvryrrrryrrrryrrrrryy1rJjryryyrrrryrrrJrrrrryrrrrrrrrrjrrrJ1r1roJyer|rryrrqrrrrjrrrr1rrerr ot rer et

200 180 160 140 120 100 80 60 40 20 ppm
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VIII-DR-145-1H

Archive directory: shome/drajasek/vnmrsys/data
Sample directory:

Pulse Sequence: s2pul

Solvent: Acetone

Ambient temperature
File: VIII-DR-145-1H
INOVA-500 "Inova500"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.892 sec

width 7995.2 Hz

32 repetitions
OBSERVE H1, 499.6778675 MHz
DATA PROCESSING

FT size 32768
Total time 1 min, 32 sec

i ;

=~

_J
1 1 ’r*l—r* T 1 1 l"*r*T T T T I | T T ] 1 I~ 1 l T 17"T
9 8 7 6 5 4
G L L w
0.94 2.012.01 2.06 3.01
1.97 1.04 0.88 1.00
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VIII-DR-145-13C

Archive directory: /home/drajasek/vnmrsys/data
Sample directory

Pulse Sequence: sPpul

Solvent: Acetone
Ambient temperatlire
User: 1-14-87
File: VIII-DR-145}F13C
INOVA-500 "Inovapoo*"

Relax. delay 1.0p0 sec
Pulse 45.0 degreps
Acq. time 1.300 pec
Width 31409.5 Hz
20000 repetition
OBSERVE C13, 12516440697 MHz
DECOUPLE H1, 49916803660 MHz
Power 36 dB
continuously on
WALTZ-16 modulatpd
DATA PROCESSING
Line broadening p.5 Hz
FT size 131072
Total time 12 hr,| 49 min, 47 sec

oT

_ n L L |

- iy Y o ; ——
! l”l—l_'j_l—rir 17177 | L | LN L 'T"‘l*rr rr Ir |"TT‘|—|_|_|_|' rera I LR | T°1 1770 I rT T T pTruovTy I rrrorro T TTr | LR L L I L L [ rTr Iy roroT I L L I rTrryo T T
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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IX~DR~03-1H

Archive directory: /export2/home/drajasek/vnmrsys/data
Sample directory:

Pulse Sequence: s2pul

Solvent: Acetone

Ambient temperature

File: IX-DR-03-1H-recryst
Mercury-300B8 "Varian300"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.001 sec

Width 4789.3 Hz

32 repetitions

0BSERVE H1, 299.7468175 MHz
DATA PROCESSING

FT size 32768

Total time 1 min, 39 sec

e s
1.00 3,86
1.891.05

= —]

—

ppm
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IX-DR-03
Archive
Sample

Pulse Se

Solvent:
Ambtent

OBSERVE

13C

directory: /export2/home/drajasek/vnmrsys/data
irectory:

uence: s2pul

Acetone
temperature
DR-4-Mecompound
00BB "Varian300"

elay 1.000 sec

.0 degrees

e 1.815 sec

832.4 Hz

petitions

13, 75.3713792 MHz
H1, 299.7483521 MHz
dB

usly on

modulated

e 10 hr, 31 min, 33 sec

—

. LJ., I

-

Wi/

- G hade e ) W

el

L

Iﬁlﬁ(ﬁll‘lllr[\‘!*(l‘\t\vﬁ‘!\‘]xll_riﬂ_ru\]\lvrllTllrll_r_lfl_rll[lIl‘l[lrll‘rll‘l_![ﬁ_rll,ll|ﬂ|l_rll_rlr‘r_l|ﬁ—rl‘l_rllﬁ1v7111
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IX-DR-16-1H

Archive directory: /export2/home/drajasek/vnmrsys/data
Sample directory:

Pulse Sequence: s2pul

Solvent: Acetone

Ambient temperature

File: IX-DR-16-1Ha
Mercury-30088 "Varian300"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.001 sec

width 4789.3 Hz

8 repetitions

OBSERVE H1, 299.7468175 MHz
DATA PROCESSING

FT size 32768
Total time 0 min, 25 sec

f

/

A

9 8 7
e i
1.053.14 0.94
1.90 0.95
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IX-DR-16-13C

Archive directory: /export2/home/drajasek/vnmrsys /data

Sample directory:

Pulse Sequence: s2pul

Solvent: Acetone

Ambient temperature

File: IX-DR-16-13Ca
Mercury-300BB "Varian300"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.815 sec

Width 18832.4 Hz

7000 repetitions

OBSERVE C13, 75.3713792 MHz
DECOUPLE H1, 299.7483521 MHz
Power 33 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072
Total time 5 hr, 40 min, 18 sec

MeO

J

OH

wNO>

10j

o

LML

LI A L A ey L L L B B B oy

200 180

T

LI R N B B o

160

LI

140

Lo L |

LIRS B B

120
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IX-DR-14-1H

Archive directory: /export2/home/drajasek/vnmrsys/data

Sample directory:

Pulse Sequence: s2pul

Solvent: Acetone

Ambient temperature

File: IX-DR~-14-1H
Mercury-300BB "Varian300"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.001 sec

width 4789.3 Hz

8 repetitions
OBSERVE H1, 299.7468175 MHz
DATA PROCESSING

FT size 32768
Total time 0 min, 25 sec

2.11

OH
.\\NO2
MeO S
Br
10k
T T T Ll | T T T T
6
e . i
1.00 0.89 1.07

T1.02
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IX-DR-14-13C

Archive directory} /export2/home/sdrajasek/vnmrsys/data
Sample directory:

Pulse Sequence: s2pul

Solvent: Acetone L
Ambient temperatufe
File: IX-DR-14-13C
Mercury-300BB *“"vafian300"

OH

Relax. delay 1.009

Pulse 45.0 degree$ “NO2
Acy. time 1.815 s¢ '
Width 18832.4 Hz
5000 repetitions
OBSERVE €13, 75.3713792 MHz MeO S
DECOUPLE H1, 299.7483521 MHz .

Power 33 dB
continuously on Br
WALTZ-16 modulatedl
DATA PROCESSING 10k
Line broadening 1[0 Hz

FT size 131072
Total time 4 hr, 3|min, 14 sec

LA L L L L R L L L L L Y L Y O S L U L L L L e Y L A N L L AL O B

220 200 180 160 140 120 100 80 60 40 20 ppm

L
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STANDARD PROTON PARAMETERS

Archive directory: /home/tmandal/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: s2pul

Solvent: DMSO
Ambient temperature
INOVA-500 "InovaSo0o0"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.892 sec

wWidth 7994.4 Hz

8 repetitions

O0BSERVE H1, 499.6662384 MHz
DATA PROCESSING

FT size 32768
Total time 0 min, 23 sec

Me

101

OH

«NO>

Ph

o

T T T T r Ll T T T l T T T T
] 8
o e
0.56 1.79  1.00
1.32.88  0.82
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STANDARD CARBON PARAMETERS

Archive directory: /home/tmandal/vnmrsys/data
Sample directory:
File: CARBON

Pulse Sequence: s2pul

Solvent: DMSO
Ambient temperature
User: 1-14-87
INOVA-500 "Inova500"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.300 sec

Width 31409.5 Hz

15000 repetitions

OBSERVE C13, 125.6414389 MHz
DECOUPLE H1l, 499.6687459 MHz
Power 36 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 131072
Total time 9 hr, 37 min, 20 sec

OH
WNO,

101

||l|]l||||\|l|‘||||vllx|¥|||||||||||ﬁ|I|||||||ll|l[||l|||||Illll||||l|||l|||||||||||||lvll||||l|l|l||||||[||ll

200 180 160 140 120 100 80 60 40 20 ppm
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IX-DR-20-1H

Archive directory: /export2/home/drajasek/vnmrsys/data
Sample directory: .

Pulse Sequence: s2pul

Solvent: Acetone

Ambient temperature

File: IX-DR-20-1H
Mercury-30088 "varian300"

Relax. detlay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.001 sec

Width 4789.3 Hz

8 repetitions H
OBSERVE H1, 299.7469979 MHz

DATA PROCESSING

FT size 32768 WO
Total time 0 min, 25 sec

Cl =

10m

11 10 9 8 7 6 5 4 -3 2 1 ppm

S-32
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IX-DR-20-13C

Archive [directory: /export2/home/drajasek/vnmrsys/data
Sample directory:

Pulse Sequence: s2pul

Solvent: Acetone

Ambient [temperature

File: IX-DR-20-13C
Mercury-300BB "varian300"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.815 sec : OH

Width 18832.4 Hz

10000 repetitions MO
OBSERVE 13, 75.3714038 MHz e 2
DECOUPLE | H1, 299.7483521 MHz

Power 33 dB

continuausly on

WALTZ-16/ modulated Cl S
DATA PROGESSING

Line braadening 1.0 Hz
FT size 131072
Total time 8 hr, 5 min, 55 sec

10m

& LA | , .

rrrryrryryrrrrryrryyy1rJrrrryrojyrii o rrrrrrrrr|prrvyryJrrrrpryryfrrr 1 rrr1r 1 rrrp T v T [ vt e et
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STANDARD PROTON PARAMETERS

Archive directory: /export/home/vnmrl/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
INOVA-500 "InovaSo00"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.892 sec

Width 7995.2 Hz

20 repetitions
OBSERVE H1, 499.6638741 MHz
DATA PROCESSING

FT size 32768

Total time 0 min, 58 sec OH
«wNH2
S Ph
11
T T T T | T T T T l T T T T [ T T T T T T T T 1 | T T T
9 8 7 6 5
e e s -
0.96 2.33 1.01
5.73 1.06


ees286
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STANDARD CARBON PARAMETERS

Archive directory: /home/tmandal/vnmrsys/data
Sample directory:
File: CARBON

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
User: 1-14-87
INOVA-500 "Inova500"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.300 sec

Width 31408.5 Hz

1000 repetitions
OBSERVE C13, 125.6405511 MHz
DECOUPLE H1, 499.6663725 MHz

Power 36 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING :
Line broadening 0.5 Hz OH

FT size 131072
Total time 38 min, 29 sec
’ \\NH2
S Ph
11

SN RV SRe——————- ",

||||]I||||Fl|||l||||I!||||||III||I||l|l||||lr|l|||_|Ill|||l|||ll|||l|||||ll|||ll|||l|||||l|l||||||||||1|x|)ll|
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Page 1 of 1

Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EZStart\Projects\Default\Data\\VV111-DR-84-B
User: System
Acquired: 3/21/2007 11:57:54 AM
Printed: 5/16/2007 2:10:38 PM
300 Qtention Time ‘ f 300
it ﬂ\
* | *
200 | o - - 200
g g s 2
s E ~ | L n N s S
100 A BNE 0 o - 100
0 ‘ | ‘,/z\/o\\ /\ o
0 2 6 s 10 12 1
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
7.883 1197571 10.68 103625 13.41
9.425 4401885 39.27 312347 40.41
10.075 4430923 39.53 288675 37.35
10.875 0 0.00 0 0.00
11.267 1178436 10.51 68292 8.84
Totals
11208815 100.00 772939 100.00
OH

NO,
U

10a, racemic
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Page 1 of 1

Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EZStart\Projects\Default\Data\VI111-DR-146-2
User: System

Acquired: 4/15/2007 11:43:43 AM

Printed: 5/16/2007 2:11:11 PM

@ntion Time i
200 ‘c\‘ 200
] | g
l
2 1004 I 100 S
(I
] B8 g
e
0 Sl o
0 2 4 6 8 0 1 14
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
9.658 788 0.02 112 0.05
10.375 3604068 99.81 225665 99.49
10.875 6129 0.17 1049 0.46
Totals
3610985 100.00 226826 100.00

10a, >99%ee
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Page 1 of 1

Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Volts

Data: C:\EZStart\Projects\Default\Data\\VV111-DR-148-B
User: System
Acquired: 4/16/2007 9:25:42 AM
Printed: 5/16/2007 2:11:38 PM
aantion Time |
750 ‘\‘\ I - 750
|
" 500 | @ H \‘“\ 500
s N Il s
i e
250 | = Ll s - 250
@ | lo| ||
S| g 8
0.0 25 5.0 75 100 125 15.0 175 200 225 25.0
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
10.867 519 0.00 289 0.01
11.283 3694827 7.94 224820 11.23
14.750 19558310 42.00 855489 42.74
15.858 19628064 42.15 778337 38.89
16.800 3681084 7.91 142590 7.12
Totals
46562804 100.00 2001525 100.00
OH
NO»>

10b, racemic
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Page 1 of 1

Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EZStart\Projects\Default\Data\l X-DR-05-D
User: System

Acquired: 5/17/2007 3:06:11 PM

Printed: 5/17/2007 3:43:28 PM

7 aantion Time I I
400 M L 400
|
2 ] i i 2
S | S
200 H L 200
8
] A i
L\
0 | '3 “L‘ 0
0.0 25 50 75 100 125 15.0 175 20.0 225 25.0
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
14.533 11999158 99.63 503967 99.62
15.625 44167 0.37 1905 0.38
Totals
12043325 100.00 505872 100.00
OH

Br
10b, >99% ee
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Area % Report

Page 1 of 1

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EzStart\Projects\Default\Data\V111-DR-147-RACEMIC
User: System

Acquired: 4/15/2007 11:14:44 AM

Printed: 5/16/2007 2:12:43 PM

Qtention Time |
100 i 100
\“‘ I
I I
2 | \
s 50 g N‘ \\ g ‘\ \ - 50
(<) i [
A N A -
0+ J \\’hﬁ . ‘ ‘ : : ‘ ‘ ~ EJ 0
0.0 25 5.0 75 100 125 15.0 175 200 225 25.0
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
9.000 282849 6.16 20309 8.74
10.867 2990 0.07 969 0.42
11.242 1961037 42.73 110644 47.59
12.733 277677 6.05 13712 5.90
14.867 2064754 44.99 86842 37.36
Totals
4589307 100.00 232476 100.00
OH

10c, racemic

S-40

Volts
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Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EZStart\Projects\Default\Data\VI111-DR-149-C
User: System
Acquired: 4/16/2007 10:33:32 AM
Printed: 5/16/2007 2:13:32 PM
@ntion Time i L
I
200 i L 200
‘ |
;] 1 :
BT E | E - 100
| & N~
= 8
| “‘L{O)“’ q_ [
j©| ™
0 gh | - | ‘ 0
0 é 23 é £O 1‘2 1‘4 1‘6 1‘8 20
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
10.650 4350335 96.33 263932 87.61
10.875 136925 3.03 36076 11.98
14.067 28930 0.64 1243 0.41
Totals
4516190 100.00 301251 100.00

10c, 99% ee

S-41
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Page 1 of 1

Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EZStart\Projects\Default\Data\l X-DR-07-RACEMIC-A
User: System

Acquired: 4/20/2007 10:48:27 AM

Printed: 5/16/2007 2:14:00 PM

] Qtention Time | 3
300 I - 300
; I g i
| ¥
. 2004 i S L2000
s E | | Te] A L s
g ‘ “\ g' %'LD “/ \ g
100+ i o 25 “ \\ - 100
] ; VG )\ g
07 A T 0
0 5 10 15 20 25 30
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
8.117 6484786 41.00 331989 54.25
9.142 1411334 8.92 60919 9.95
10.325 1391025 8.79 54515 8.91
10.875 33150 0.21 2757 0.45
15.842 6497740 41.08 161792 26.44
Totals
15818035 100.00 611972 100.00
OH

10d, racemic

S-42


Rajasekhar.Dodda
Stamp

Cong.Zhao
Text Box
S-42


Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EZStart\Projects\Default\Data\l X-DR-08-A
User: System
Acquired: 4/20/2007 5:10:44 PM
Printed: 5/16/2007 2:14:45 PM
3004 - 300
Retention Time 0
] I\ B
I
200 ‘J \‘ - 200
n ‘ “‘ I
s ] R
100 - - 100
8 o |
0 H B 0
0 !3 lb 1‘5 2‘0 2‘5 30
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
8.200 41681 0.38 2486 0.86
15.792 11056539 99.62 286553 99.14
Totals
11098220 100.00 289039 100.00

10d, >99% ee

S-43

Page 1 of 1
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Text Box
S-43
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Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EZStart\Projects\Default\Data\l X-DR-02-RACEMIC
User: System
Acquired: 4/19/2007 2:23:17 PM
Printed: 5/16/2007 2:15:13 PM
N Qtention Time ] 5 r
| <
400 1 400
i f\
g ] | A i
~ 200 | L o [ L 200
& Be
* 5 83 A ;
A Jo\[ | ~| / \
0 \ e \ 0
0 é lj« 23 é 1‘0 | 1‘2 1‘4 1‘6 1‘8 20
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
8.467 415312 2.27 31386 3.35
10.425 8715388 47.72 520588 55.53
10.875 11186 0.06 1946 0.21
11.633 367489 2.01 20688 221
14.417 8755795 47.94 362861 38.71
Totals
18265170 100.00 937469 100.00
OH

10e, racemic
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Volts
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Cong.Zhao
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Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EZStart\Projects\Default\Data\l X-DR-06-A
User: System

Acquired: 4/19/2007 4:03:36 PM

Printed: 5/16/2007 2:15:52 PM

400

200

] Qtention Time | |
400 “‘\
n B “‘ “‘ P
s ||
> 200 I
8 2
1 8 = g -
|&| ~
0 N ‘ "‘Q\L‘ | ‘ -
0 2 4 6 8 0 12 14 16 18 20
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
10.392 7960637 93.74 474629 94.38
11.600 409113 4.82 22559 4.49
14.383 122348 1.44 5702 1.13
Totals
8492098 100.00 502890 100.00

10e, 97% ee
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Page 1 of 1
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Page 1 of 1

Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EZStart\Projects\Default\Data\\VV111-DR-152-A
User: System
Acquired: 4/18/2007 12:54:13 PM
Printed: 5/16/2007 2:17:22 PM
3004 Retention Time (‘\ L 300

, 200+ H ‘q‘ ‘\ 200
S || | “‘
> ; | R ]
100 q 0| FA - 100
“ A N cm\ \m\
; | A 5 /8| ]
oI — ‘/\‘# A "/ g - 0
0 5 10 15 20 2 30 35 40
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
21.542 923393 3.51 26716 4.36
22.575 12719040 48.36 322422 52.67
26.883 12658999 48.13 263044 42.97
Totals
26301432 100.00 612182 100.00
OH

NO,
e
O,N

10f, racemic
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Volts
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Cong.Zhao
Text Box
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Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EZStart\Projects\Default\Data\l X-DR-01-B
User: System

Acquired: 4/18/2007 2:24:02 PM

Printed: 5/16/2007 2:18:39 PM

Page 1 of 1

100 4 Retention Time ‘(‘\\ | 100
i
|
_@ A
S 50 -| oo | \‘ 50
ﬁ S |
f S 2
A | O
o+ ‘/\J‘/ N S 0
0 5 10 15 20 2 30 35 40
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
21.625 186581 3.33 5199 4.33
22.775 269471 4.81 7293 6.07
27.083 5149258 91.86 107660 89.60
Totals
5605310 100.00 120152 100.00
OH

O,N
10f, 90% ee
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Page 1 of 1

Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EZStart\Projects\Default\Data\V111-DR-138-4
User: System
Acquired: 4/13/2007 6:27:31 PM
Printed: 5/16/2007 2:09:38 PM
o . (=
200  Retention Time I & L 200
| &
1 / \ 5
. | |
S 1004 | \ H - 100
| |
] J“‘N“\ / \ b
S A
0 / 1t SAUP | A 0
0 é 1‘0 1‘5 2‘0 2‘5 3‘0 3‘5 4‘0 45
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
24.142 7799441 51.04 210515 58.39
32.850 7480239 48.96 149992 41.61
Totals
15279680 100.00 360507 100.00
OH

NO,
"o

109, racemic

MeO
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Volts
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Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EZStart\Projects\Default\Data\l X-DR-38
User: System
Acquired: 5/16/2007 1:20:59 PM
Printed: 5/16/2007 2:06:20 PM
200 aantion Time “q‘ " 400
| |
|
i “\ “‘ L
é 200 “ “ L 200
[ ™
i L { B
5| 3
0 B | 0
0 é 1‘0 1‘5 2‘0 2‘5 3‘0 3‘5 4‘0 45
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
24.475 16052203 99.70 426720 99.76
33.483 48585 0.30 1009 0.24
Totals
16100788 100.00 427729 100.00
OH

MeO
109, >99% ee
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Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EZStart\Projects\Default\Data\V111-DR-142-RACEMIC-1
User: System
Acquired: 4/14/2007 11:47:43 AM
Printed: 5/16/2007 2:19:26 PM
2004 — o - 200
Retention Time i N
f N
] H % :
i I
2 100 H A - 100
> | [
g B
i o [ B
0 J\ ‘ f’g'\‘l\ | ‘ N 0
0.0 25 5.0 75 100 125 15.0 175 200 225 25.0
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
13.808 4131189 48.90 186874 57.31
14.533 205243 243 10319 3.16
19.525 4112555 48.68 128862 39.52
Totals
8448987 100.00 326055 100.00
OH

NO,
% C
OMe

10h, racemic
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Page 1 of 1

Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EZStart\Projects\Default\Data\V111-DR-145-4
User: System
Acquired: 4/14/2007 10:44:28 PM
Printed: 5/16/2007 2:20:06 PM
150 Qtention Time i ~ 150
|
100+ ‘\‘ ‘\ - 100
: | :
50 “‘ \‘ = - 50
| Te)
_ N | 5 g“/\ [
0 | [ ‘ \ 0
0.0 215 510 715 16.0 lé.S 15‘.0 17‘.5 2(;.0 22‘.5 25.0
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
13.750 3694473 99.62 157457 99.70
19.508 13923 0.38 472 0.30
Totals
3708396 100.00 157929 100.00

OMe

10h, >99% ee
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Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EzStart\Projects\Default\Data\V111-DR-151-RACEMIC
User: System

Acquired: 4/16/2007 1:09:38 PM

Printed: 5/16/2007 2:20:50 PM

Qtention Time I
750 I - 750
-
, 500 | “ “ “ - 500
s 2 |y
250 | . o S I % 250
AN A=A aN
0 | I B B o
0 2 4 6 8 0 12 16 18 20
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
8.283 1783570 5.90 137363 8.06
10.008 13400938 44.32 821210 48.19
10.875 11825 0.04 2956 0.17
12.067 13350748 44.16 668984 39.25
13.642 1687753 5.58 73694 432
Totals
30234834 100.00 1704207 100.00
OH

10i, racemic

S-52

Volts
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Stamp

Cong.Zhao
Text Box
S-52


Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EZStart\Projects\Default\Data\l X-DR-03-A
User: System
Acquired: 4/19/2007 10:49:00 AM
Printed: 5/16/2007 2:21:21 PM
400+ —— - 400
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1 | i
I
|
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> I
“ ‘ [Te) [¢e)
B ‘ \ B 8 L
‘B‘ o o
[ = H
0 ‘ ")91\ } ‘ ‘ 0
0 2 4 6 8 0 12 14 16 18 20
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
10.167 6001800 99.87 372330 99.84
10.875 1842 0.03 257 0.07
12.308 6022 0.10 332 0.09
Totals
6009664 100.00 372919 100.00

10i, >99% ee
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Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EZStart\Projects\Default\Data\l X-DR-12-A
User: System
Acquired: 4/25/2007 4:52:03 PM
Printed: 5/16/2007 2:23:50 PM
1507 Qtention Time “" [ 1%0
\
l o
100 o l 3 - 100
2 3 g 3 2
2 3 3 s
50 ‘\"‘ “ 5/\ - 50
i . IR
| I .
| ] A
0 ‘r} ‘\ ‘ ‘ /“ \ ‘ ‘/ 7 M 0
0 lb Zb 3‘0 4‘0 5‘0 6‘0 7‘0 80
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
24.000 1480220 10.36 46247 15.69
28.242 1458891 10.21 39439 13.38
29.258 5701129 39.89 144117 48.89
60.500 5652327 39.55 64981 22.04
Totals
14292567 100.00 294784 100.00

OH

NO,
MeO ‘ S O

10j, racemic
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Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Page 1 of 1

75

50

Volts

25

Data: C:\EZStart\Projects\Default\Data\l X-DR-15-A
User: System
Acquired: 4/27/2007 1:24:36 PM
Printed: 5/16/2007 2:24:35 PM
75 Qtention Time I
[l
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50 - i
) i
5 B H
™ d o
T W 5|
0 AL B
0 lb 2‘0 3‘0 4‘0 5‘0 (;0 7‘0
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
23.875 193782 2.82 6042 7.03
28.083 147961 2.15 3815 4.44
29.092 79914 1.16 2122 2.47
59.875 6457377 93.87 74025 86.07
Totals
6879034 100.00 86004 100.00

10j, 98% ee

S-55
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Area % Repo

It

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EZStart\Projects\Default\Data\l X-DR-13-RACEMIC
User: System
Acquired: 4/26/2007 10:42:50 AM
Printed: 5/16/2007 2:25:09 PM
300 S 300
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1 | x i
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200 ‘\ | 200
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£ 1 0 0 “ “\ ‘/\0 t
> < N / \ [
100 ¥ s || f - 100
= \ | \
: A B I B
¥ AR\ |\
O
0 | Sl | 0
0 ;3 lb 1‘5 2‘0 2‘5 3‘0 3‘5 40
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
13.483 1422640 6.37 60877 10.77
18.225 1407883 6.30 44872 7.94
20.258 9745782 43.64 273762 48.42
29.258 9753374 43.68 185853 32.87
Totals
22329679 100.00 565364 100.00
OH

NO,
MeO E S O
B

10k, racemic
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Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EzStart\Projects\Default\Data\l X-DR-14-PURE-A
User: System

Acquired: 4/26/2007 2:08:51 PM

Printed: 5/16/2007 2:25:33 PM
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||
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o

jé 20.792
=
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o

0 5 10 15 20 25 30 35 40
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
20.792 377246 7.66 10674 11.38
30.367 4549549 92.34 83094 88.62
Totals
4926795 100.00 93768 100.00

10k, 85% ee
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Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Volts

Data: C:\EZStart\Projects\Default\Data\32R2
User: System
Acquired: 11/16/2007 2:42:47 PM
Printed: 11/20/2007 4:48:28 PM
LT . (=4
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I | I
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04 . LAJ/—JK/\’T’ ,d\r,‘,ixf,gf/g\f»——/”” Lo
0.0 25 510 715 l(;.O 12‘.5 lé.O 17‘.5 2(;.0 Zé.S 25‘.0
Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
9.808 1070490 13.44 70349 23.50
11.400 1094445 13.75 59661 19.93
14.525 2931627 36.82 100122 3345
20.550 2865534 35.99 69168 23.11
Totals
7962096 100.00 299300 100.00
OH
N0
hile =" Ph

101, racemic
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Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Page 1 of 1

Data: C:\EZStart\Projects\Default\Data\V-TM-4C
User: System
Acquired: 11/19/2007 10:47:29 AM
Printed: 11/20/2007 4:49:15 PM
150 150
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Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
14.617 117182 2.46 4680 3.34
20.442 4654413 97.54 135451 96.66
Totals
4771595 100.00 140131 100.00
OH
MO
e =" FPh

101, 25% ee
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Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EZStart\Projects\Default\Data\l X-DR-19-RACEMIC-C
User: System
Acquired: 5/1/2007 3:49:19 PM
Printed: 5/14/2007 5:17:52 PM
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SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
8.133 9996151 43.51 506832 54.70
10.042 1483825 6.46 56698 6.12
10.867 249143 1.08 34028 3.67
11.017 1237678 5.39 50479 5.45
13.992 10007617 43.56 278594 30.07
Totals
22974414 100.00 926631 100.00
OH
N0y
Cl o

10m, racemic
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Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Page 1 of 1

Data: C:\EZStart\Projects\Default\Data\l X-DR-20-A
User: System
Acquired: 5/1/2007 4:48:12 PM
Printed: 5/16/2007 2:27:14 PM
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Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
8.225 102818 1.58 5295 2.89
14.067 6410581 98.42 177649 97.11
Totals
6513399 100.00 182944 100.00
CH
WNO,
1 o

10m, 97%ee
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Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EzStart\Projects\Default\Data\lV-TM-114A
User: System

Acquired: 10/16/2007 10:50:59 AM

Printed: 11/20/2007 4:50:07 PM
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Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
6.808 2432929 50.76 236029 55.03
7.958 2359734 49.24 192915 44.97
Totals
4792663 100.00 428944 100.00
H
WMH=
5 Ph

11, racemic
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Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Volts

Data: C:\EZStart\Projects\Default\Data\lV-TM-126C
User: System
Acquired: 10/21/2007 3:00:31 PM
Printed: 11/20/2007 4:50:42 PM
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Minutes
SPD-10AVvp
Ch1-258nm
Results
Retention Time Area Area % Height Height %
6.300 38718 1.45 3738 2.02
7.775 2627007 98.55 181140 97.98
Totals
2665725 100.00 184878 100.00
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=" Fh

11, 7% ee
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