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General Experimental Methods

Unless otherwise noted, *H, *3C, and *'P NMR spectra were obtained on a 500 MHz
spectrometer using residual solvent as the standard [*'P chemical shifts are reported in
ppm relative to 85% H3PO, (external standard)]. IR spectra were recorded on VECTOR
22 model Specac ATR instrument. Melting points were recorded on MEL-TEMP melting
point apparatus in open capillaries and uncorrected. TLC was performed with silica gel
GF,s54 precoated on aluminum plates (EM Sciences), and spots were visualized with UV
and/or iodine vapor. Flash column chromatography was performed on silica-gel. HPLC
analysis was performed on a Shimadzu instrument with LC-10AT pump and SPD-10AV
UV-Vis detector. ChiralCel and ChiralPak HPLC columns were purchased from Daicel
Chemical Industry, Ltd. Microanalyses were conducted by Atlantic Microlab, Inc (PO
Box 2288, Norcross, Georgia 30091, USA). Compounds used in this study were
purchased from Aldrich, Alfa-Aesar, Acros, TCI, or Strem, and were used as received.
Catalysts 2 and 3 were prepared by using the reported procedures.?’ THF was freshly
distilled from benzophenone and sodium metal. CH,Cl, and DMF were distilled from

CaH,. Unless otherwise specified, all reactions were carried out in oven-dried glassware.
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Characterization Data
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Ethyl [1-(4-fluorophenyl)-1-hydroxy-3-oxobutyl](phenyl)phosphinate  (7b/8b):
white powder, mp 89-90 °C ; 'H NMR (500 MHz, CDCl;) & (mixture of two
diastereomers) 1.27 and 1.32 (t, J = 7.0 Hz, 3 H), 2.03 and 2.15 (s, 3 H), 3.05 and 3.09 (d,
J=8.0and 8.5 Hz, 0.5 H), 3.37-3.51 (m, 1.5 H), 3.74-4.16 (m, 2 H), 5.06 and 5.15 (d, J =
18.0 and 13.5 Hz, 1 H), 6.80-7.62 (m, 9 H); *C NMR (125 MHz, CDCls) & (mixture of
two diastereomers) 16.6 (q), 32.5 (q), 46.3 and 46.8 (d), 62.2 (), 76.2 and 76.4 (d, Jcp =
120.6 and 118.8 Hz), 114.9 (q), 115.0 (q), 126.7(q), 128.0 (), 128.4 (), 132.8 (q), 133.7
(q), 135.2 (q), 161.3 and 163.5 (d), 210.1 (q); **P NMR (CDCls) & (mixture of two
diastereomers) 36.0, 37.3; vmax (neat, cm™): 3156, 1724, 1601, 1507, 1438, 1355; Anal.

Calcd. for C1gH»oFO4P: C, 61.71; H, 5.75; Found: C, 61.99; H, 5.79.
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Ethyl [1-(3-fluorophenyl)-1-hydroxy-3-oxobutyl](phenyl)phosphinate  (7¢/8¢c):
white powder, mp 75-76 °C; ‘H NMR (500 MHz, CDCl;) & (mixture of two
diastereomers) 1.15 and 1.35 (t, J = 7.0 Hz, 3 H), 2.06 and 2.18 (s, 3 H), 3.07 and 3.10 (d,
J=28.0 Hz, 0.5 H), 3.39-3.53 (m, 1.5 Hz), 3.70-4.15 (m, 2 H), 5.06 and 5.16 (2 br s, 1 H),

6.81-7.65 (m, 9 H); *C NMR (125 MHz, CDCls) & (mixture of two diastercomers) 16.6
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(), 32.4, (9), 46.7 (g), 62.3 (q), 76.3 and 76.5 (d, Jcp = 121.5 and 122.5 Hz), 113.5 (q),
114.6 (), 121.9 (g), 126.9 (), 128.3 (9), 129.5 (q), 132.8 (q), 133.6 (q), 142.2 (), 161.7
and 163.8 (d), 209.8 (q); *P NMR (CDCls) § (mixture of two diasterecomers) 38.1, 39.5;
Vmax (Neat, Cm'l): 3170, 1723, 1601, 1507, 1357; Anal. Calcd. for C1gH20FO4P: C, 61.71;

H, 5.75; Found: C, 61.73; H, 5.82.
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Ethyl [1-(4-bromophenyl)-1-hydroxy-3-oxobutyl](phenyl)phosphinate (7d/8d):
Colorless needles mp 95-97 °C; *H NMR (500 MHz, CDCls) 8§ (mixture of two
diastereomers) 1.14 and 1.34 (t, J = 7.0 Hz, 3 H), 2.05 and 2.17 (s, 3 H), 3.04 and 3.08 (d,
J=8.5and 7.5 Hz, 0.5 H), 3.33-3.51 (m, 1.5 H), 3.75-3.18 (m, 2 H), 5.02 and 5.14 (d, J =
19.5 and 17.5 Hz, 1 H), 7.15-7.65 (m, 9 H); *C NMR (125 MHz, CDCls) & (mixture of
two diastereomers) 16.6 (q), 32.5 (), 62.3 (q), 76.4 and 76.5 (d, Jcp = 120.1 and 118.3
Hz), 122.0 (q), 126.7 (q), 128.1 (q), 128.7 (q), 131.2 (q), 132.8 (q), 133.7 (q), 138.5 (q),
210.1 (q); *'P NMR (CDCls) & (mixture of two diasterecomers) 37.8, 38.1; vimax (N€at, cm’
1): 3282, 1722, 1590, 1480, 1438, 1394, 1353; Anal. Calcd. for C1gH20BrO4P: C, 52.57;
H, 4.90; Found: C, 52.63; H, 4.89.
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Ethyl [1-(4-chlorophenyl)-1-hydroxy-3-oxobutyl](phenyl)phosphinate  (7e/8e):
Colorless crystalline square, mp 118-119 °C; *H NMR (500 MHz, CDCl3) & (mixture of
two diastereomers) 1.13 and 1.31 (t, J = 7.0 Hz, 3H), 2.02 and 2.13 (s, 3 H), 3.10 and
3.13 (d, J = 8.5 Hz, 0.5 H), 3.35-3.50 (m, 1.5 H), 3.75-4.15 (m, 2 H), 5.23 (br s, 1 H),
7.09-7.63 (m, 9 H); *C NMR (125 MHz, CDCls) & (mixture of two diastereomers) 16.6
and 16.7 (d), 32.4 (q), 62.3 (g), 76.2 and 76.5 (d, Jcp = 120.3 and 123.0 Hz), 126.4 (q),
127.7 (q), 128.2 (q), 128.3 (q), 132.8 (g), 133.4 (g), 137.9 (q), 209.8 (q); *'P NMR
(CDCl3) & (mixture of two diastereomers) 38.0, 39.3; vmax (neat, cm™): 3147, 1723, 1591,

1489, 1439, 1406, 1356; Anal. Calcd. for CigH»oCIO4P: C, 58.94; H, 5.50; Found: C,

58.74; H, 5.47.
Cl
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Ethyl [1-(3-chlorophenyl)-1-hydroxy-3-oxobutyl](phenyl)phosphinate  (7f/8f):
white powder, mp 110-111 °C; *H NMR (500 MHz, CDCl;) § (mixture of two
diastereomers) 1.15 and 1.35 (t, J = 7.0 Hz, 3 H), 2.07 and 2.19 (s, 3 H), 3.07 and 3.11 (d,
J=8.0and 8.5 Hz, 0.5 H), 3.37-3.51 (m, 1.5 H), 3.77-4.19 (m, 2 H), 5.04 and 5.16 (d, J =
19.0 and 16.0 Hz, 1 H), 7.10-7.65 (m, 9 H); *C NMR (125 MHz, CDCls) & (mixture of
two diastereomers) 16.5 (q), 32.4 (q), 46.6 (), 62.4 (q), 76.3 and 76.5 (d, Jcp = 120.2 and
122.5 Hz), 124.4 and 124.8 (d), 126.6 and 127.1 (d), 127.8 and 127.9 (d), 128.0 and
128.1 (d), 128.1 and 128.2 (d), 129.3 and 129.4 (d), 132.8 and 133.0 (d), 133.4 and 133.8

(d), 141.6 and 141.9 (d), 209.9 (g); **P NMR (CDCls) & (mixture of two diastereomers)
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37.8, 39.2; vmax (neat, cm™): 3144, 1721, 1591, 1489, 1440, 1410 cm™; Anal. Calcd. for

C18H20C|O4PZ C, 58.94: H, 5.50; Found: C, 58.84: H, 5.43.

O//" O//’/’;OH

Ethyl [1-hydroxy-1-(4-methylphenyl)-3-oxobutyl](phenyl)phosphinate (7g/8g):
Crystalline solid, mp 101-102 °C; *H NMR (500 MHz, CDCI3) & (mixture of two
diastereomers) 1.12 and 1.32 (t, J = 7.0 Hz, 3 H), 2.01 and 2.11 (s, 3 H), 2.21 and 2.30 (s,
3 H), 3.02-3.07 (m, 0.5 H), 3.36-3.54 (m, 1.5 H), 3.72-4.15 (m, 2 H), 4.94-5.03 (br s, 1
H), 6.99-7.63 (m, 9 H); *C NMR (125 MHz, CDCls) & (mixture of two diasterecomers)
16.6 (), 32.5 (), 46.5 and 47.0 (d), 62.1 (d), 76.4 and 76.5 (d, Jcp = 120.6 and 121.3
Hz), 126.1 (q), 126.5 (q), 127.4 (q), 128.9 (), 132.5 (q), 133.5 (), 136.1 (), 137.4 (q),
210.1 (q); *'P NMR (CDCls) & (mixture of two diasterecomers) 38.2, 39.6; vmax (N€at, cm’
1): 3228, 1702, 1592, 1510, 1474, 1439, 1411, 1388, 1356; Anal. Calcd. for C19H2304P:

C, 65.89; H, 6.69; Found: C, 66.15; H, 6.78.
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Ethyl [1-hydroxy-1-(4-methoxyphenyl)-3-oxobutyl](phenyl)phosphinate (7h/8h):
Colorless needles, mp 103-105 °C; *H NMR (500 MHz, CDCl;) & (mixture of two
diastereomers) 1.14 and 1.34 (t, J = 7.0 Hz, 3 H), 2.04 and 2.15 (s, 3 H), 3.01 and 3.02 (d,

J = 85Hz 0.5H), 3.36-3.57 (M, 1.5 H), 3.71-4.16 (m, 5 H), 4.88 and 5.01 (d, J = 18.0
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and 15.5 Hz, 1 H), 6.68 and 6.84 (d, J = 8.5 Hz, 2 H), 7.17-7.65 (m, 7 H); *C NMR (125
MHz, CDCls) & (mixture of two diastereomers) 16.7 (q), 32.6 (d), 46.3 and 46.8 (d), 55.4
(d), 62.1 (q), 76.3 and 76.4 (d, Jcp = 121.5 and 120.3 Hz), 113.5 (q), 126.9 (q), 127.5 (q),
128.2 (q), 131.1 (q), 1325 (q), 133.5 (g), 159.1 (q), 210.3 (g); **P NMR (CDCl3) &
(mixture of two diastereomers) 38.3, 39.7; vmax (neat, cm™): 3241, 1701, 1598, 1510,

1439, 1412, 1378, 1361; Anal. Calcd. for C19H,305P: C, 62.98; H, 6.40; Found: C, 62.76;

H, 6.41.
> s
o OH O OH
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Ethyl [1-hydroxy-3-oxo-1-(thiophen-2-yl)butyl](phenyl)phosphinate (71/81):
Yellowish solid, mp 89-90 °C; 'H NMR (500 MHz, CDCl;) & (mixture of two
diastereomers) 1.21 and 1.35 (t, J = 7.0 Hz, 3 H), 2.10 and 2.20 (s, 3 H), 3.05 (dd, J 1=
8.0, J .= 16.5 Hz, 0.5 H), 3.37-3.48 (m, 1.5 H), 3.85-4.21 (m, 2 H), 5.47 and 5.53 (d, J =
21.5 and 18.5 Hz, 1 H), 6.84-7.71 (m 8 H); *C NMR (125 MHz, CDCls) & (mixture of
two diastereomers) 16.6 (q), 32.6 (q), 46.7 and 47.4 (d), 62.5 (q), 76.1 and 76.4 (d, Jcp =
125.0 and 123.5 Hz), 125.1 (g), 125.8 (q), 126.5 (), 127.3 (q), 128.4 (g), 132.9 (q),
133.7 (q), 144.1 (), 210.2 (q); **P NMR (CDCls) & (mixture of two diastereomers) 36.5,
37.9; vinax (neat, cm™): 3219, 1715, 1591, 1442; Anal. Calcd. for CisH1004PS: C, 56.80;

H, 5.66. Found: C, 56.81; H, 5.65.

O - OH O - OH
pj OEt e Ph
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Ethyl (1-hydroxy-1-methyl-3-oxobutyl)(phenyl)phosphinate (7j/8j): Colorless oil;
'H NMR (500 MHz, CDCI3) § (mixture of two diastereomers) 1.26 and 1.48 (d, J = 16.5
and 14.0 Hz, 3 H), 1.28 and 1.32 (t, J = 7.5and 7.0 Hz, 3 H), 2.17 and 2.26 (s, 3 H), 2.54-
2.66 (m, 1 H), 2.92 and 3.20 (dd, J; = 8.5, J, = 16.5 Hz, 1 H), 3.85-4.16 (m, 2 H), 4.62
and 4.88 (d, J = 11.5 and 9.0 Hz, 1 H), 7.45-7.56 (m, 3 H), 7.80-7.86 (m, 2 H); *C NMR
(125 MHz, CDCl;) ¢ (mixture of two diastereomers) 16.7 (q), 23.0 (q), 32.5 (q), 46.9 (q),
61.8 (g), 72.6 and 72.7 (d, Jcp = 120.3 and 122.5 Hz), 127.8 (q), 128.6 (qg), 132.8 (q),
133.7 (), 210.3 (q); **P NMR (CDCl5) & (mixture of two diastereomers) 39.6, 40.6; Vax
(neat, cm™): 3191, 1712, 1592, 1479, 1439, 1368; Anal. Calcd. for Cy3H104P: C, 57.77;
H, 7.09; Found: C, 58.19; H, 7.36.

O Et, OH O Et OH
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Ethyl (1-ethyl-1-hydroxy-3-oxobutyl)(phenyl)phosphinate (7k/8k): Colorless oil; *H
NMR (500 MHz, CDCl) 6 (mixture of two diastereomers) 0.85 and 1.00 (t, J = 7.00 Hz,
3 H), 1.26 and 1.33 (t, J = 7.0 Hz, 3 H), 2.18 and 2.34 (s, 3 H), 1.45-1.92 (m, 2 H), 2.55-
2.70 (m, 1 H), 2.87 snd 3.19 (dd, J; = 8.0, 18.0 and J, = 5.5, 16.3 Hz, 1 H), 3.79-4.15 (m,
2 H), 4.84 and 5.19 (d, J = 7.5 and 4.0 Hz, 1 H), 7.45-7.58 (m, 3 H), 7.80-7.89 (m, 2 H);
13C NMR (125 MHz, CDCL,) & (mixture of two diastereomers) 7.2 and 7.8 (q), 16.6 and
16.8 (), 28.9 (q), 32.4 (q), 61.6 (q), 75.4 & 75.7 (d, Jcp = 118.8 and 120.1 Hz), 127.8 (q),
128.6 (q), 132.8 (q), 133.7 (), 211.8 (g); *P NMR (CDCl) & (mixture of two
diastereomers) 40.8, 41.4; vma (neat, cm™): 3210, 1708, 1592, 1439, 1398; Anal. Calcd.

for C14H»104P: C, 59.15; H, 7.45; Found: C, 59.03; H, 7.64.
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Ethyl [hydroxy(2-oxocylcopentyl)methyl](phenyl)phosphinate (10b/11b) Colorless
gummy liquid; *H NMR (500 MHz, CDCls) & (syn, mixture of two diastereomers) 1.30
(m, 3 H), 1.65-1.72(m, 1 H), 1.86-2.06 (m, 4 H), 2.22-2.48 (m, 2 H), 3.88-4.16 (M, 2 H),
4.57-4.67 (m, 1 H), 7.44-7.57 (m, 3 H), 7.80-7.85 (m, 2 H); *C NMR (125 MHz, CDCls)
d (syn, mixture of two diastereomers) 16.7 (qg), 20.9 (t), 23.2 (d), 38.3 (q), 49.9 (qg), 61.7
(g), 68.1 and 68.5 (d, Jcp = 120.6 and 118.3 Hz), 128.3 and 129.3 (d, Jcp = 14.8 and 14.9
Hz), 128.8 (q), 132.7 (q), 132.9 (q), 219.5 (t); *P NMR (CDCls) & (mixture of two
diastereomers) 39.3, 39.4; vimax (n€at, cm™): 3226, 1732, 1591, 1439 1390; Anal. Calcd.
for C14H1904P: C, 59.57; H, 6.78; Found: C, 59.60; H, 6.79.

OH o OH

O
I
- - 4 /
> opp OEt > EtO Ph

Ethyl [hydroxy(2-oxocylcohexyl)methyl](phenyl)phosphinate (10c/11c): Colorless
oil; *H NMR (500 MHz, CDCls) & (mixture of diastereomers) 1.29 (m, 3 H), 1.53-1.93
(m, 5 H), 2.14-2.32 (m, 3 H), 2.70-2.94 (m, 1 H), 3.73-4.09 (m, 2 H), 4.15-4.73 (m, 1 H),
7.35-7.40 (m, 2 H), 7.43-7.49 (m, 1 H), 7.73-7.78 (m, 2 H); *C NMR (125 MHz, CDCls)
(major isomer, mixture of two diastereomers) 6 16.6 (q), 24.8 (q), 27.5 (q), 31.5 (q), 42.2
(), 52.2 (q), 61.2 (g), 70.6 and 71.4 (d, Jcp = 116.1 and 113.5 Hz), 128.0 (q), 128.7 (q),
132.5 (q), 132.9 (q), 214.1 (d); *'P NMR (CDCls) & (mixture of diastereomers) 38.7,
39.1; 39.6; 40.9; vmax (neat, cm™): 3246, 1706, 1591, 1439, 1390, 1313; Anal. Calcd. for

C15H2104PZ C, 60.80; H, 7.14; Found: C, 61.01; H, 7.35.
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Ethyl [hydroxy(4-oxotetrahydro-2H-pyran-3-yl)methyl](phenyl)phosphinate
(10d/11d): Colorless oil; *H NMR (500 MHz, CDCI3) & (mixture of diastereomers)
1.28-1.38 (m, 3H), 2.42-2.64 (m, 1H), 3.57 (br s, 1H), 3.66-4.18 (m, 5H), 4.23-4.77 (m,
2H), 7.47-7.58 (m, 3H), 7.77-7.93 (m, 2H); *C NMR (125 MHz, CDCI3) (major isomer,
mixture of two diastereomers) 6 16.7 (d), 42.8 (d), 52.2 (d), 53.1 (d), 61.7 (d), 66.1 &
66.6 (d, Jep = 122.12 and 120.62 Hz), 68.7 (q), 127.3 (q), 128.7 (q), 132.8 (q), 133.1 (d),
206.5 (q); *'P NMR (CDCls) & (mixture of diastereomers) 37.7, 38.8, 38.9, 39.5; Vimax
(neat, cm™): 3245, 1715, 1591, 1476, 1439, 1373 cm™; Anal. Calcd. for C14H150sP: C,

56.37; H, 6.42. Found: C, 56.38; H, 6.50.

Additional Reference

(20)  (a) Almquist, R. G.; Chao, W. R.; Jennings-White, C. J. Med. Chem. 1985, 28,
1067-1071. (b) Berkessel, A.; Koch, B.; Lex, J. Adv. Syn. Catal.

2004, 346, 1141-1146.
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HPLC Conditions

Compound Eluent Column | UV Det. Flow rate
I-PrOH/Hexane (nm) (mL/min)
O 5/95 AD-H 220 0.5
HO
R0
Ph OFEt
© 5/95 AD-H 220 1
HO
A0
Ph OEt
F
© 5/95 AD-H 220 0.8
HO
20
Ph OFEt
F
o 5/95 AD-H 220 1
HO
2O
Ph OEt
cl
© 5/95 AD-H 220 1
HO
20
Ph OFEt
cl
5/95 AD-H 220 0.8

(@]
HO
=0)
i
Ph OEt
Br
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Compound Eluent Column | UV Det. Flow rate
I-PrOH/Hexane (nm) (mL/min)
o 5/95 AD-H 220 0.8
HO
i
Ph OEt
0 5/95 AD-H 220 1
HO
70
Ph OEt
MeO
o) 4/96 OJ-H 220 0.4
HO
S
S Ph OEt
© 3/97 OJ-H 220 0.3
HO
0
Ph OEt
© 3/97 OJ-H 220 0.3
HO
o & AD-H
&
Ph OEt
j\/‘){' 5/95 AS 220 0.8
0
Ph OEt
Q@ OH 5/95 AD-H 220 1
(Y RO
Ph OEt
o 9n 5/95 AD-H 220 1
"
Ph OEt
Q  OH 7193 OJ-H 220 1
0
O/,Ph OFEt
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Figure 2. ORTEP Drawing of Compound ent-7d
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Archive directory: /exportshome/vomrl/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: sZpul

Solvent: CDC13
Ambient temperature
INOVA-500 "“Inova500"

Relax. delay 1.000 sec

Pulse 24.5 degrees

Acqg. time 1.832 sec

Width 7995.2 Hz

128 repetitions
OBSERVE H1, 499.6299395 MHz
DATA PROCESSING

FT size 32768
Total time 6 min, 11 sec

Ll T T T ' T T y & T ‘ T T L] T 'l T T L] 1 | T T L] T l T T T T | L5 T T T I T T T T T T T T T |
8 7 6 5 4 3 2 1 ppm
S — — — o oo i Ll
7.14 1.24 1.05 1.07 1.101.00
0.66 0.6 085 1.82 1.21
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STANDARD CARBON PARAMETERS

Archive directory: shome/samantasvnmrsys/data
Sample directory:
File: CARBON

Pulse Sequence: sz2pul

Solvent: CDC13
Amblent temperature
User: 1-14-87
INOVA-500 “InovaSoo*

Relax. delay 1.000 sec
Puise 45.0 degrees

Acq. time 1.300 sec

Width 31408.5 Hz O Ar. OH O Ar. OH
20000 repstitions O (s)
OBSERVE C13, 125.6478222 NHz I + Y
DECOUPLE H1, 498.6856872 Wz P.., P
Power 36 dB 4 'OFEt

continuously on Ph
WALT2-16 nog:éated

DATA PROCESS. _
Line broadening 0.5 Hz Ar‘ Ph
FT s1ze 181072

Total time 12 hr, 43 min, 47 sec

~
(8-
<@ -
v.—lN
o et
me . -
-t 1o < ~
- n
- L2
R -t
o) - o
] 0w " w o ©
oSen23 2533 128 2n8E
~SGuTel .S e o ®enu"
o~ R At N e ‘9o
vR0n ATl Le7? He vt
el M) G =
a3
Q‘D‘
L & h Mw
-~ ,‘v—wv-r " " aa g
m"r‘w""ﬂ—r“v\1!'YYY}‘T"l_!_!_TT’T'T"T_rt‘T’V—\“TT'T"I”Y‘1"6!l11‘51111111t1!)|t|11i1i‘l¥|!lll|lo;;[||||;1!;9]Ill||lsv;illl§||liv!iltl|lila|rlliflt

228 2a0 180 1686 140 126 i0¢ 8¢ 60 40 20 8 ppm
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exp3 s2pul
SAMPLE

date Nov 24 2009
solvent D20
ile exp

ACQUISITION
SwW 40140.5
at 1.600
np 128450
fb 22000
bs 64
dl 1.000
nt 4

ct
TRANSHMITTER
tn

sfrg 202.254
tof 5050.4
tpwr 54
3.228

DECOUPLER
dn H1
dof 0
dm yyy
dmm w
dpwr 36
dmf 10854

SPECIAL
temp not used
gain not used
spin not used
hst 0.008
pwso0 8.300
alfa 10.000
FLAGS
il n
in n
dp Y
hs ny
PROCESSING <
b 1.8
fn not used
DISPLAY m
sp =qF:,
wp 10162.
rfil 20140.
rfp
rp 98.
1 =115,
PLOT
we 250
sC
Vs 10
th 8
nm cdc ph

36.262
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Archive directory: sexport/home/vnmrl/vnmrsys/data

Sample directory:
File: PROTON

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
Mercury-300BB ‘"wvarian300"

Relax. delay 1.000 sec

Pulse 52.0 degrees

Acg. time 1.998 sec

width 4789.3 Hz

64 repetitions
OBSERVE H1, 299.9597215 MHz
DATA PROCESSING
FT size 32768
Total time 3 min, 15 sec

el

T F T L 1 T '|' T T T i T T T T ] T T T T | T T T T |

7 6 - 4q 3 2

e e e N B Yoy
1.01 1.53 1.50

33 2.15 0.45 0.93
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2495°9T
€19° 9T
0SZ° 91
96¢2° 91
00s5°2¢8
615°2¢
2vs°2¢
L86°28
L2879
cve°ab
vs8- o
268° 9
591°29
222%°29
862°29
65£°29
62L°S¢
886°SZ
vyt 9L
866792

€€0° 4L
98T° 4L
68¢° 4L

0" 2L
S¥5° 2L

968" 1T :

816" pTT

£€0°STT

2507811

£90°STT

980°STT—\\ \—

STANDARD CARBON PARAMETERS

v=-ss-79c¢

alé 5t

v2e-s1t
S68°STT
£€60°921
8657921
Sb0° 22T
0657221
€€0°82T
2507837
£€90°82T
860°8¢T
ZET"8CT
TST° 82T
4227821

WU | PR NOPVUN WV U SO,

LA L L L L L L L L L L S N L L L L L L L LA L L O L L O L A I L L S L L LB [ O O e

9.7 82T

9T 8eT
csv8etT
06b° 82T
L15° 82T
mch.mmalL
8247 CET /
nvn.Nmﬂ\L\
v06°CET
E26°2ET
ECh EET
S6b"EET

bTLTEET
96L°EET

866°VET
§20°SET

8b0°SET
69%°GET
26%°SET

8be"T9T
628° 19T
6ES°TIT
29S5° 197
ETE"E9T
6EE"E9T
005" €97
92S° €97

O Ar, OH
0

.
o on

s2pul

T8 602\
296" 602\

861T°0172
881°0T2

"Inova500"

Ar = 4-F-CgHy

cpci3
Ambient temperature

User

1-14-87
v-66-79¢C
time 1.300 sec
7 +
"OEt

OH
=]

.
.

Archive directory: /home/samanta/vnmrsys/data

Sample directory
Relax. delay 1.000 sec

Pulse 45.0 degrees

Solvent:

Pulse Sequence
Aca.

INOVA-500

File

O Ar

ppm

200 180 160 140 120 100 80 60 40 20
S-18
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exp3 s2pul
SAMPLE SPECIAL
date Nov 24 2008 temp not used
solvent D20 gain not used +
file sexport2/home~ spin not used O O

/sperera/3-sp-7P31~ hst 0.008

fid pwso 8.300 T :
ACQUISITION alfa 10.000 0O O

sw 40140.5 FLAGS (=2 p’*”
at 1.600 il n ¢ T, 4
np 128450 in n
o 33000 oo : Ph OEt Eto Ph
bs 64 hs ny
dl 1.000 PROCESSING
nt 100 b 1.
ct 100 fn not used

TRANSHMITTER DISPLAY
tn P31 sp -47.2 =
sfrg 202.254 wp 16241.8 © M
tof 5050.4 rfl 20140.4 ;';
tpwr 54 rfp 0 P

3.228 rp 99.7 & |

DECOUPLER 1p -1152.0
dn H1 PLOT L
dof 0 wc 250
dm yyy Sc 0
dmm W Vs 88
dpwr 36 th a5
dmf 10954 mm cdc ph

35.986

S-19
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STANDARD PROTON PARAMETERS

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

Pulse Sequéence: s2pul

Solvent: CDC13
Ambient temperature
INOVA-500 ™"Inova500"

O

P -
Relax. degay 1.000 sec ‘i HE
Pulse 24.5 degrees
Acqg. time 1.892 sec Ph OEt EtO Ph
Width 7995.2 Hz
8 repetitions
OBSERVE H1, 499.6299985 MHz
DATA PROCESSING
FT size 32768
Total time 0 min, 23 sec
r—'r
r_._.!
o v 1
T T T T l T T T T ! T T T T ! T T | T T T T | T T T T | T i T T T T | T
9 8 V4 5 4 3 2 5 4 ppm
— TR Lyt eyl Mgty L) Syt e bt |
9.00 0.43 0.49 1.48 1.45 1.40
0.43 0,43 0.37 0.48 1.46 1.37
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STANDARD CARBON PARAMETERS
v-ss-138c

Archive directory: /home/samanta/vnmrsys/data

Sample directory:

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
User: 1-14-87

File: v-ss-138c
INOVA-500 “Inova500"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.300 sec

width 31409.5 Hz

21000 repetitions
OBSERVE C13, 125.6479222 MHz
DECOUPLE H1, 499.6956872 MHz
Power 36 dB

cont thuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT stze 131072
Total time 13 hr, 28 min, 16 sec

142.562
142.505
142.264

142.238

163.908
163.889
163.725
163.698
161.955
161.932
161.768
161.745
142.207
142,181

210.070
209.986
209.860
209.754

129.646
129.631
129.608
129.566
129.543

/—-128.403

128.178
128.078
127.541
126.968
126.545
125.973
122.322
122.296
122.273
121.945
121.914
121.888
114.812
114.793
114.675
114.648
114.621
114.507
114.480
114.221
114.194
114.034
114.007
113.778
118.744
113.591
118.557

77.533

77.403

77.281

77.140

77.026

iy

.

76.8689
76.129
75.912
75.897
62.420
62.359
62.306
62.245
46.850

46.354

46.815
2.492
32.481

32.454
82.435

16.803
16.757
16.597
16.551

W\

WL&MMM

LANLANLJNLANL N LN L L L L L L L L L L L L L L L I L L L L L L L L I B L L L LB L L O L O B L

220 200

180

160 140

120 100 80 60 40 20 0

S-21
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expl s2pul

SAMPLE
date Dec 30 2009
salvent CcoCc13
ile exp
ACQUISITION
sfrg 202.258
tn P31
at 1.600
np 64000
Sw 20000.0
fb 11000
tpwr 54
pw 1.0
dl 5.000
tof 3000.0
nt 16
ct 16
alock
gain not used
FLAGS
il n
in n
dp Y
hs ny
DISPLAY
sp =427 .9
wp 10578.19
Vs 42
sC 0
we 250
hzmm 42.32
is 500.00
rfl 6186.7
rfp 0
th a7
ins 100.000

nm cdc ph

DEC. & VT
dfrg 499.632
dn H1
dpwr 36
dof 0
dm nny
dmm W
dmf 10854
dseq
dres 148
homo n
temp 26.0
PROCESSING
b 1.00
wtfile
proc Tt
fn not used
math ¥
werr
wexp
whs
wnt
mm
gw =3
N By
@ o m
aiﬁ L
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Archive directory: /export/home/vomrl/vomrsys/data
Sample directory:
File: PROTON

Pulse Sequence: s2pul

Solvent: CDCI13
Ambient temperature
INOVA-500 "Inova500"

Relax. delay 1.000 sec

Pulse 24.5 degrees

Acqg. time 1.832 sec

Width 7995.2 Hz

8 repetitions
OBSERVE H1, 499.6299995 MHz
DATA PROCESSING

FT size 32768

Total time 0 min, 23 sec

Br

Br

T T T T T T T T T T T T T r"““r— e e

= = e = T T T T T T T T T T T T T T T T T T
4 3 2 1 ppm
Rope et et N L i lepdd gty
0.3% 1.19 0.60 1.81 0.35
0.40 1.33 .31 1.131.73
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STANDARD CARBON PARAMETERS
v-ss-98c

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

Pulse Sequence:

Solvent: CDC13
Ambient temperature
User: 1-14-87

File: v-ss-99c
INOVA-500 "Inova500"

s2pul

Relax. delay 1.000 sec

Pulse 45.0 degrsees

Acq. time 1.300 sec

width 31409.5 Hz

22000 repetitions

OBSERVE €13, 125.6479222 MHz
DECOUPLE H1, 499.6956872 MHz
Power 36 dB

continuously on

WALTZ-~16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 131072
Total time 14 hr, 6 min, 46 sec

,210.135

© \__216.055

209.952
209.845

212.050
212.0642

212.019

138.851
138.557
138.530

133.846
133.773

33.472

133.018

=
132

133.541
.858

132.895

132.835
132.137
131.374
131.855
131.233
131.210
128.735
128.487
128.456
128.441
128.342
128.223
128.120
128.063
128.033
127.514
126.960
126.518
125.804
122132

|

22.105
122.014

Y&éj

121,983
77.522
77.386
77.266
77.136
77.075
77.014

O Ar, OH

/JL\/>(\pé3 +

Pﬁ OEt

Ar = 4-Br-CgHy

76.892
76.129
?75.931
62.420
62.363
62.3810
62.252
46.735
46.701
46.201
46.209
82,557

32.545
32.523

32.504
29.925

16.807

\\

16.761

16.620
16.574

IITIIT1IITI||T1IIﬁIl_l_|lﬁ'llIlll]‘lfT‘lTll|1|II—[_17TII|III||1T1l|Illllllll]IIIITIII‘[[II‘IIII!llﬁTIIIIIII|l_r||T[||I|IIIIIIIIIW

220 200 180

160

140

120 100

S-24
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expl &2pul

SAMPLE
date Dec 30 2008
solvent cpc13
file ex
ACQUISITION
sfrg 202.258
tn P31
at 1.600
np 64000
Sw 20000.0
fb 11000
tpwr 54
pw 1.0
dl 5.000
tof 9000.0
nt 16
ct 16
alock n
gain not used
il n
in n
dp y
hs ny
DISPLAY

sp =fE?.8
wp 10578.9
vs 63
sC 0
wC 250
hzmm 42 .32
is 500.00
rfil 6186.7
rfp 0
th 22
ins 100.000

nm cdc ph

DEC. & VT
dfrq 499.632
dn H1
dpwr 36
dof 0
dm nny
dmm W
dmf 10954
dseq
dres 1.0
homo n
temp 26.0
PROCESSING
b
wtfile
proc ft
fn not used
math :
werr
wexp
whs
wnt
-
r~
[
P~
m
o
m|
-
o
o

Br Br
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Archive directory: /export/home/vomrl/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: sZpul

Solvent: CDC13
Ambient temperature
INOVA-500 "InovaSoo"

Relax. delay 1.000 sec

Pulse 24.5 degrees

Acg. time 1.8392 sec

Width 7995.2 Hz

4 repetitions
OBSERVE H1, 499.6299995 MHz
DATA PROCESSING

FT size 32768
Total time 0 min, 11 sec
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STANDARD CARBON PARAMETERS
v-ss~86¢C

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

77.362
77.106

I
/__62 390

77.617

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
User: 1-14-87

File: v-ss-86¢
INOVA-500 "Inova$500"

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 1.300 sec
width 31409.5 Hz

3712 repetitions o Ar, OH O

OBSERVE C13, 125.6479222 MHz o Ar,_ OH
DECOUPLE H1, 499.6956872 MHz 2 + M 0
Power 35 dB =3¢ P//
continuously on w S 4 IT)Et .,
WALTZ-16 modulated rodq 9 Ph A 'Ph
DATA PROCESSING aaYNgoo EtO

Line broadening 0.5 Hz D aoN -

FT size 131072 PR

Total time 2 hr, 33 min, 57 sec - N Ar=4-C,-C5H4

Ei
\v_l
127.781

128.346
128.174
128.094
127 .747

504

mﬁD
~
oM ©
vy o
w0 o . T
Ao~ o 4 - Y >o
- o o< @
-, <S8 RS © 0 g ~<
A oo, So ¢ ® T~
deo o~ o ‘i (] o o
'-‘Da n.mz of © © Q‘N - o
” NaS - o 2~ & - NS i
n o N ~ P © M )
Py - b4 o ~ 2
' J @ >
S om ©
o
o~ g o © ]
wn
- o J
o ©
FNN

-\

[ \—14.415

L L L L T A (A A L L I L N L L L N L L L L O L [ N ML L O L N L L O L B

220 200 180 160 140 129 100 80 60 490 20 0 ppm

S-2/
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expl s2pul

SAMPLE
date Dec 30 2009
solvent cDC13
Fite M

ACQUISITION

sfrag 202.258
tn P31
at 1.600
np 64000
swW 20000.0
fb 11000
tpwr 54
pw 4.0
dl 5.000
tof 3000.0
nt 16
ct 16
alock n
gain not used

FLAGS
il n
in n
dp y
hs ny

DISPLAY
sp -427.9
wp 10578.9
vs 68
5C 0
we 250
hzmm q2 .32
is 500.00
rfl 6186.7
rfp 0
th 25
ins 100.000

nm cdc ph

DEC. & VT
dfrg 499.632
dn H1
dpwr 36
dof 0
dm nny
dmm W
dmf 10954
dseq
dres 1.0
homo n
temp 26
PROCESSING

wtfile
proc ft
fn not used
math
werr
wexp
whbs
wnt

=

©

o

=

™

38.046

Cl

(@]
X
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Archive directory: /export/home/vnmrl/vomrsys/data
Sample directory:
Fite: PROTON

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
INOVA-500 "InovaSoo"

Relax. delay 1.000 sec
Pulse 24.5 degrees
Acg. time 1.892 sec
Width 7995.2 Hz

4 repetitions

OBSERVE H1, 499.6299935 MHz = + =
DATA PROCESSING ‘ OH <z OH
FT size 32768 o o
Total time 0 min, 11 sec F:fi F) o
"y 4 Y.
ph OEt Etd Ph
v
l,..—h‘
]
e 4 i
U M A M
T T T T I T T T T T T ™ T T T T T ] T T T '|' T T T i, R | T I T T T
2 8 7 8 4 3 2 ppm
- bl { E— S [R—— [ — Ld 1\..,.411 L
06.97 1.4 1.44 .
:-00 0.91 0.97 0.48 1.47 1.39

S-29


Cong.Zhao
Text Box

ees286
Typewritten Text
S-29


STANDARD CARBON PARAMETERS

V-88-154C
o o < wn - < wn - HOoOOMNT n o owmo oo
Archive directory: /home/samanta/vnmrsys/data FE- - I R I M - mvgm:gomugwna
Sample directory: mwovvmmnwvmuoaqmnvoc VOWOTODOOTTHOWLWNO
SN CRTE28288RRNRNNYEEEEEIIIISRRR
: JANNNNNNN ~ e
PU]Se sequence' szpl‘] L B I R e R e R R R R R R B B R I B R e R R o

Solvent: CDC13
Ambient temperature
User: 1-14-87

File: V-SS-154C
INOVA-500 "Inova500"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.300 sec

width 31409.5 Hz

3000 repetitions

OBSERVE C13, 125.6479222 MHz
DECOUPLE H1, 499.6956872 MHz
Power 36 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 131072
Total time 1 hr, 55 min, 28 sec

O Ar. OH O Ar. OH
’/Jl\\/;><;F5¢;) + ’//U\\\/:><\F5$;)

ph OF! Bo "

Ar = 3-Cl-CgH4

133.423
33.037

133.831
133.762
33.014

133.4895

=

141.933
141.631
76.839
76.110
75.878
62.462
62.405
62.817
62.260
46.689
46.655
46.216
2.511
32.500
32.477
32.458
16.761
16.582
16.536

141.601
134.464

134.437

134.281
134.258

210.040
209.960
09.872
209.765
9.907

/r—212-012 /C:
X’

( ' i " : i

bl i i) g LMMMMMMMMMMNWMMMLMMHM&MMMM demmmmmumMmmmw.u.mu...m
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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3-sp-24

expl sZ2pul

SAMPLE
date Dec 30 2008
solvent coeciz
file exp
ACQUISITION
sfrg 202.258
tn P31
at 1.600
np 64000
SW 20000.0
fb 11000
tpwr 54
pw 4.0
dl 5.000
tof 9000.0
nt 16
[~ 1 16
alock n
gain not used
il n
in n
dp Y
hs ny
DISPLAY
sp -427 .9
wp 10578.9
Vs 80
sC 0
wC 250
hzmm 42.32
is 500.00
rfi 6186.7
rfp 0
th 5
ins 100.000

nm cdc ph

DEC. & VT
dfrg 199,632
dn H1
dpwi 36
dof 0
dm nny
dmm W
dmf 10954
dseq
dres 1.0
homo n
temp 26.0
PROCESSING
b 1.00
wtfile
proc Tt
fn not used
math f
werr
wexp
whs
wnt
©
=1
o
C I
o
r~
]

oy

\ O
cﬁI
ill
o
}:):E

pHf “OEt 0 Ph

15 10 5 ppm
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Archive directory: sexport/home/vnmrl/svnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: s2pul

Solvent: CDCI13
Ambient temperature
INOVA-500 "InovaS0O"

Relax. delay 1.000 sec
Pulse 24.5 degrees
Acg. time 1.892 sec

Q-

OH o

>

p"o A

DH

O

\b'tdth 7995.2 Hz 4 ’*
32 repetitions Ph “OEt Eto Ph
OBSERVE H1, 499.6299995 MHz
DATA PROCESSING
FT size 32768
Total time 1 min, 32 sec
Ul-t_, 4_ﬂuU‘U‘ .-J
T T T T | T T T T | T T T T _I T | T T T | T T T T | T T T 1 T T E T T T |
3 8 7 5 4 3 2 1 ppm
— —— e i e et Yy L Lt
9.00 0.70 0.86 0.42 1.54.63 0.39
0.90 0.51 1.45 1.32.52 1.59.24
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STANDARD CARBON PARAMETERS
v-ss-89c

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

77.567

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
User: 1-14-87

File: v-ss-89c
INOVA-500 "Inova500"

/~—52.225

O Ar. OH O Ar. OH
//JL\\/jle{éj + //u\\v;><‘FﬂS)

- pih “OEt gd Ph

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.300 sec

wWidth 31409.5 Hz

20000 repetitions
OBSERVE C13, 125.6479222 MHz
DECOUPLE H1, 499.6956872 MHz
Power 36 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 131072
Total time 12 hr, 49 min, 47 sec

Ar= 4-“Ae-(:6f14

128.822
128.258
128.033

128.845
128.159

133.5586
133.484
132.721
132.698
32.557
132.534
12R.952
76.972
32.557

133.808
133.739
% :

128.971
/__

6.506
46.491
\_32.534
21.205
16.815
6.769

62165

X\i

136 .322

136.032
76.259
76.007
X!

yd
/1

136.0089
62.130

21.285

/__82.572
/[

137.260

y

62.073

137.447
137.287
47.002
/ . —46.968
6.628
16.582

137 .420
Xt

210.181

[
e

210.265

I A A MMWWWW

LINLIN S e AL e L B I S LI D LIS L L O L O Y B LN LI L L L L A I L S L L L N D [ LB I LB LA

2290 200 180 160 140 120 100 80 60 40 20 0 ppm
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expl s2pul

SAMPLE DEC. & VT
date Dec 30 2009 «dfrqg 499,632
solvent cDC132  dn H1
file exp dpwr 36
ACQUISITION dof 0
sfrg 202.258 dm nny
tn P31 dmm W
at 1.600 dmf 10854
np 64000 dseq
swW 20000.0 dres 1.0 +
fb llﬂgu homo n
tpwr 4 temp 26.0 = =
pw 4.0 PROCESSING 0 - .OH o - OH
dl 5.000 1b 1.8 N :
tof 9000.0 wtfile 0 0
nt 16 proc it P~ =
ot 16 fn not used ¢ ":,0 4
alock n math T
gain not used Ph Et Eto Ph
FLAGS werr
11 n wexp
in n whbs
dp y wnt -
hs ny -
DISPLAY 5
sp -396.7 -
wp 10484.9 ©
Vs 80 -
sc 0 1
we 250 2
hzmm 41.94
is 500.00
rfil 6186.7
rfp 0
th 58
ins 100.000
nm cdc ph
T T T T T T T T T T T | T T T T T T T ] T IS ZEa = T T I T
45 40 35 30 25 20 15 10 ppm
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Archive directory: /export/home/vnmrl/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: s2Zpul

Solvent: CDC13
Ambient temperature
Mercury-300BB “varian3oo"

Relax. delay 1.000 sec
Pulse 52.0 degrees

Acg. time 1.998 sec

Width 4789.3 Hz

64 repetitions
OBSERVE H1, 299.9597215 MHz
DATA PROCESSING
FT size 32768
Total time 2 min, 15 sec

OMe OMe

P OEt Etg Ph

‘f
e ‘-/
L L. N O T D - C
3 2 1 ppm
e a0z i
65 4.10
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STANDARD CARBON PARAMETERS
v-ss-94paramethoxycarbon

Archive directory: shome/samantasvnmrsys/data
Sample directory:

77.522
77.266
77.014

/r—62 256

Pulse Sequence: s2pul

Solvent: COC13

Ambtent temperature

User: 1-14-87

File: v-ss-94paramethoxycarbon
INOVA-500 "InovaS500"

—46.854

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 1.300 sec O Ar. OH O Ar, OH

width 31409.5 Hz o 0
10000 repetitions /U\)( 7 + /7
OBSERVE C13, 125.6479222 MHz P

DECOUPLE H1, 499.6956872 MHZ Y a
Power 36 dB Ph OFEt EtO Ph
continuously on
s et

DATA 0
Line broadening 0.5 Hz Ar = 4-MeO-CgH,

FT size 131072

Total time 6 hr, 24 min, 53 sec

113.528
113.500

113.637

113.656

76.812
76.007
75.840
62.148
62.092

T

128.311

(6 .J09

5.444

55.356

130.993
128.212

/s

159.288
159.265
159.094
158.071
128.082
62188
46815
46.345
46.327
32,687
—"32.618
16.822
16.777
.658
16.613

L

16

o

\—-98.842

210.417

211.970
[
T

314
210.204

MMW

B2 I L N L L e L T N I S L (L B B L B B | LINLIN N L A O L L L L B} LI LI UL L I LA LA e L L

224 200 180 160 140 120 100 80 640 40 20 0 ppm
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OMe

OMe

expl sZpul
SAMPLE DEC. & VT
tdate Dec 30 2009 dfrqg 199 . 632
solvent CDC13 dn H1
file exp dpwr 36
ACQUISITION dof 0
sfrq 202.258 dm nny +
tn P31 dmm W
at 1.600 dmf 10854 0 - 0 = OH
np 64000 dseq - ,OH -
sw 20000.0 dres 1.0 ; o ' 0
fb 11000 homo n PA:_". Pf}
tpwr 54 temp 26.0 .. ‘.,
pw 4.0 PROCESSING e 4 <
dl 5.000 1b Ph‘ OEt EtO Ph
tof 9000.0 wtfile
nt 16 proc It
ct 16 fn not used
alock math r
ain not used
werr
1 n wWexp
in n  whs
dp Y wnt
hs ny o
DISPLAY o
sp <AEr. 8 s
wp 10578.9 5
Vs 78
sC 0
we 250 w
hzmm 42 .32 s
is 500.00 .
rfl 61B6.7 .
rfp 0
th 12
ins 100.000
nm cdc ph
ey R Do JML ; " g Il ARAAA o oA W S, b AR o
T T T T T T T | T T T  aam— T T T T T T T | T T T T T T T T | e | T
45 40 35 30 25 20 15 10 ppm
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Archive directory: /export/home/vamrl/vnmrsys /data
Sample directory:
File: PROTON

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
INOVA-500 "InovaSo0"

Relax. delay 1.000 sec
Pulse 24.5 degrees
Acg. time 1.892 sec
width 7995.2 Hz
4 repetitions
OBSERVE H1, 499.6299935 MHz
DATA PROCESSING
FT size 32768
Total time 0 min, 11 sec

A
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STANDARD CARBON PARAMETERS
v-ss-134c

Archive directory: shome/samanta/vnmrs§sa
Sample directory: ~

77.5838
77.281

127.514
=
~
0
T
o
i
m
O»
3
0

77.026

62.611
62.550
(@)
=
(@)
1qbt>jc
+
.1’\\0

(2]
Pulse Sequence: s2pul «

Solvent: CDC13
Ambient temperature
User: 1-14-87

File: v-ss-134c
INOVA~S500 "Inova500"

128.948
128.429
128.330
128.204

131.111
128.105

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.300 sec

width 31409.5 Hz

20000 repetitions
OBSERVE C13, 125.6479222 MHz
DECOUPLE H1, 499.6956872 MHz
Power 36 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 Hz
FT size 131072
Total time 12 hr, 49 min, 47 sec

125.878
>
=
I
~I
/

127.159
127.008
126.511
126.000
125.904

127.8783
127.186

32.641

125.847
125.321
125.279

32.664
—

144.484
144.130
144.103
125.233
125.187
76.622
75.897
75.622
62.420
62.363
.693
16.643

A\

47.395
47.357
\_32.622
16.792
16
TN

/-

6.796
16.834

10.234

210.1381

!
/2

46.781

210.341
210.261

[
.

212.012

\\\__62 310
\_.29.925
\\_-16.590

e N Voo S

LA SLL AL L L L LI LN L ALY LN L BLLINL L L L AL L L L L L L L L L L L A L e A AL L I L I O 0 L O O

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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expl s2pul

SANPLE . & V1
date (e ufry 499 . 632
solvent n i
file dpwt it
ALQUISTITION it (1]
sfrg 202, dm iy
tn cnme W
at 1.500 dmf 10954
np 64000 nsey
5w 20008.0 dres 1.0
b 11806 home n
Lpwr 54 tamp 26.0
pw 4.0 PROCESSING
i1 5,000 1.00
tof q9000.0 wtfile
nt 8 pro¢ tt
ot 8 fn not used
alock noomath £
gain not used
LAGS WETT
il 0 wexp
In nowhe
ip vy wnt 2
hs ny -
DISPLAY =
sp -396.7 -
wp 10484.9
Vs g
sC 0
wWC 250
frmm 41.91 @
18 500.G0 o
rel 6186.7 e
rfp 1 r~
th 4z o .
ins 100.000
nm  cdc  ph | i
‘ i
|
1
1
|
‘ [
| ]
|
-’._~—-»‘"
_ g y —
a5 40 35 30 20 ¥ 10 ppm
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Archive directory: sexportshome/vnmrl/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
INOVA-500 “Inovaboo"

Relax. delay 1.000 sec

Pulse 24.5 degrees

Acg. time 1.892 sec

Width 7995.2 Hz

400 repetitions
OBSERVE H1, 499.6391196 MHz
DATA PROCESSING

FT size 32768

Total time 19 min, 20 sec

& & i
T T T T | T L] T T | T o -+ T T T T T | T T T T | T T T T ! S | 1 Ll 5 _f
8 7 4 3 ppm
e I L byl Meptiyd e b bt R
2.00 2.14 .47 1:10 0.53 1.57 .56
0.96 .45 s 0.51 1.09 1.81 o
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STANDARD CARBON PARAMETERS
v-ss-113c

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

133.705
133.663
133.632
132.850
132.827
132.854

/) _132.788
= 128.704
28 g74
\__128.609
77.541
77.491
77.285
77.030
—78.230
47.025
46.876
46.564
46.545
32.610
32.603
32.473
32.458
30.951
24.455
23.307
23.250
2.712

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
User: 1-14-87

File: v-ss-113c
INOVA-500 "InovaS00"

/——61.848
2
16.838

S

—

e

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.300 sec

Width 31409.5 Hz

22000 repetitions
OBSERVE C13, 125.6479222 MHz
DECOUPLE H1, 499.6956872 MHz
Power 36 dB

continuously On

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 131072
Total time 14 hr, 6 min, 46 sec

133.7835

72.101

72.250

X7

.-128.578
F3.U0S
61787

~—22.089
16.750

\—

OMe OH Ome OH
Ff;) + //lL\v/><\Ff;)

of “OFt gS P

6.681
16.635

o

10.182
210.105

210.440
210.379
2

4 . MLJ.. - ok .

J§

» aade v e y

LANLANE L L L L L L L N Y LN L L L L L L L L L L L L I L O L O IO L B B AL

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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exp3 s2pul

SAMPLE
date Nov 24 2009
solvent p20
file sexport2/home~
/sperera/3-sp-1P31~

.fid
ACQUISITION
sw 40140.5
at 1.600
np 128450
fb 22000
bs 64
dl 1.000
nt q
ct
TRANSMITTER
tn P31
sfrqg 202.254
tof 5050.4
tpwr 54
3.22
DECOUPLER

dn
dof 0
dm yyy
dmm W
dpwr 36
dmf 10954

SPECIAL
not used
not used
not used
0.008
8.300
10.000

FLAGS
n
n
- )

ny
PROCESSING
1.0

not used
DISPLAY

~43

16287 .

20140.

115.
=1152.
PLOT

SO &~NN

250
0
162
91

cdc ph

40 6541
39 605

M _x F?:Io r

pr! “OEt

Et0 Ph
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Archive directory: /export/home/vnmrl/vnmrsys/data
Sample directory:
File: PROTON

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
INOVA-500 "“Inova500"

Relax. delay 1.000 sec
Pulse 24.5 degrees
Acg. time 1.892 sec
Width 7995.2 Hz
64 repetitions
OBSERVE H1, 499.6391196 MHz
DATA PROCESSING
FT size 32768
Total time 3 min, 5 sec

=
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STANDARD CARBON PARAMETERS
v-ss-119carbon

Archive directory: ,/home/samanta/vnmrsys/data
Sample directory:

77.514
77 .465
77.262

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
User: 1-14-87

File: v-ss-119carbon
INOVA-500 "Inova500"

128.685

132.827
8.651

132.881
132.862

y:
V=

133.674
133.602
—61.696

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.300 sec

Width 31409.5 Hz

20000 repetitions
0BSERVE C13, 125.6479222 MHz
DECOUPLE H1, 499.6956872 MHz
Power 36 dB

continuously on

WALTZ-16 modulated
DATA PROCESSING

Line broadening 0.5 Hz

133.812
133.743

\\__125.555

»n
FT size 131072 w > v o
Total time 12 hr, 49 min, 47 sec L © &5 2
o o O Neo - w0 .
- R aia - ~
T ow
A g 1
mmew
I
Q\LL“’-z
O Et OH O Et OH %o 8%
O O ~w9 © ®
Z + 74 Y o 9 o
PWOEt PWPh ggé //J a% |2
< ‘W |
Ph EtO g L a s
~oQ® x
e tNg v -J
Nom'\m o<
"o a ®
~ - N
“w ~ ™~
 Dss By
TN
52 ]
© HA
- ©a
Ll = Y <
[d 3 - b ® 8
RS PN
- ~% e
- d"Nu;
21 /ﬁﬁ“
mk A
o
~
-l
N\
II|I||||||I1|IIIII||II[ll|l[|||||]TTI‘Il|||llll‘lllI]lll|||(||||||||l|ll|IlII'|||l|||||I|'llllIIIllll||||||||||l]lll|||l||||l
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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exp3 s2pul

SAMPLE
date Nov 24 2003
solvent D20
file exp
ACQUISITION
sw 40140.5
at 1.600
np 128450
fb 22000
bs 64
dl 1.000
nt 4
ct
TRANSMITTER
tn P31
sfrg 202.254
tof 5050.4
tpwr 54
3.22
DECOUPLER
dn H1
dof 0
dm yyy
dmm W
dpwr 36
dmf 10954

temp
gain
spin
hst

pwiao
alfa

SPECIAL
not used
not used
not used
D.008

PROCESSING

not u
DISPLAY

o

12204.

20140.

120.
~X35 8-

41.437

40.814
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STANDARD PROTON PARAMETERS
VI-S$S-31

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

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
File: VI-SS-31
INOVA-500 '"Inova500"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.892 sec

width 79885.2 Hz

8 repetitions
OBSERVE H1, 499.6847200 MHz
DATA PROCESSING

FT size 32768
Total time 0 min, 23 sec

0 OH
M P
P,
pp OEt

[ [~ L | [ r L | T T f T
4 3 2
— — [ [
2.28 3.09
2.44 3.00
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STANDARD CARBON PARAMETERS
VI-S§$S-31ic

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

Pulse Sequence: s2pul

Solvent: CDC13

Ambient temperature

User: 1-14-87 O OH
File: VI-SS-31carbon

INOVA-500 "Inova500" ()

Relax. delay 1.000 sec £y
Pulse 45.0 degrees

Acq. time 1.300 sec

Width 31409.5 Hz 1
8000 repetitions S
OBSERVE C13, 125.6457828 MHz Ph OEt
DECOUPLE H1, 499.6872185 MHz

Power 36 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 131072
Total time 5 hr, 7 min, 54 sec

L s AJLJ » L

T La

ll|||ll[llll[lII|'III[|IIrlIll|l||||l||||l||||l'lll'l[|l||'l]|IIl[II’I'I'I'IIII[lI’]I]'I'I’I"I’T'T’I"T'III||||l'l'll|l|Iljllllllll [7l"l"l'llllll|ll

2290 200 189 169 140 120 100 80 60 40 20 0 ppm

S-438


ees286
Stamp

ees286
Typewritten Text
S-48


expl sipul

SAMPLE DEC. & Vi O
date Dec 30 2009 dfrg 199 . 632
O ivernt COC13 aén H1 u L O
ille ex dpwr 36 P i -+
ACOUISITION dof i - -
sirg 207 .258 om nny ¢
tn P31 dmm w p ¢« OFt
at 1.600 dmf 10354
np 54000 dszq
sW 20000.0 dres 1.0
L 11000 homo n
t pwit 54 temp 26.10
pw 1.0 PROCESSING
(3} 5.000 b 1.00
tof 5000.9 wifile
nt 8 proc ft
3 3 8 Tn noL used
alock noomath 1
gain not used
FLAGS Warr
1 N Wexp o
mn n  whs L7
tp ¥y wnt w
e ny b2
DISPLAY
sp -396.7
Wi 10984 .8 ‘
VS 1]
$C o
wWe 250
nzmm 41.94
15 508.00
rfl 6186.7
rfp o
th 21
ins 100.000 w3
we  cde¢  ph { &
| o
|
||
l
|
[
{
|
|
| |
| |
!
L
|
.
" N S e -
45 410 35 30 25 20 15 10 ppm
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STANDARD PROTON PARAMETERS

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

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
INOVA-500 “InovaSoo"

Relax. delay 1.000 sec
Pulse 24.5 degrees

Acg. time 1.892 sec

Width 7995.2 Hz

32 repetitions

OBSERVE Hl, 499.6299995 MHz
DATA PROCESSING

FT size 32768
Total time 1 min, 32 sec

OH 0o
0
P., +
pnf OEt

9 8 7
b b
2.00 2.05
1.08

S-50
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STANDARD CARBON PARAMETERS
VI-S8$S8-53c

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

Pulse Seguence: s2pul

Solvent: CDC13
Ambient temperature
User: 1-14-87

File: VI-SS-53c
INOVA-500 “"InovaS5o00"

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acg. time 1.300 sec (]
Width 31409.5 Hz /7
6900 repetitions /
OBSERVE C13, 125.6457928 MHz F)
DECOUPLE H1, 499.6872185 MHz 11
Power 36 dB S
continuously on OEt
WALTZ-16 modulated Ph
DATA PROCESSING
Line broadening 0.5 Hz
FT size 131072
Total time 4 hr, 25 min, 34 sec

| | N o ; o " ]“

! ! !

LI A B B II LI I O B e I | I LI I R I | 17|'] LI R T A O l"’l’l’l'l"]\ i l'l”r]’l’['l"l'l'l'|’I [ | l'l'r'l’ilfrlfl [ l'l”l"l'l rrrrrTaiTa fryyryoTd Ifl'l rTrroryrrd T’rﬁﬁﬁ]’ﬁ*]‘[*l—'_‘ﬁﬁ_[‘[_ﬁ—
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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expl s2pul

SAMPLE
date Dec 30 2003
solvent cDci13
11 exp
ACQUISITION
sfrg 202.258
tn P31
at 1.600
np 64000
swW 20000.0
fb 11000
tpwr 54
pw 4,0
dl 5.000
tof 3000.0
nt 8
ct 8
alock n
gain not used
S
il n
in n
dp ¥
hs
DISPLAY

sp -396.7
wp 10484.9
Vs 0
sC

wWe 250
hzmm 41.94
is 500.00
rEl 6186.7
rfp

th

ins 100.000

DEC. & VT
dfrg 499.632
dn H1
dpwr 36
dof 0
dm nny
dmm W
dmf 10954
dseq
dres 1.0
homo n
tem 26.0
PROCESSING
1.00
wtfile
proc ft
fn not used
math f
werr
wexp
wbs
wnt =
P~
-
(-]
=
o
“w
w
-]
1
a
~ o~
o
ol
«
o M
01
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Archive directory: sexport/shome/vomrl/svynmersys/data
Sample directory:
File: PROTON

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
Inova-500 "Inowva500"

Relax. delay 1.000 sec
:u?se 24.5 degrees
cqg. time 1.892 sec
Width 7995.2 Hz (@) OH
64 repetitions
OBSERVE H1, 499.6299995 MHz

DATA PROCESSING fr
FT size 32768 P.
Total time 32 min, 5 sec 4 .

¥ T R CEE VNS BN (EEE] i BN TR T 2
g 8 ¥
el ey
2:00 2.0
1.02

e T e Ve R S

Fi13 09052 1
0.16 0.1M.A82 .17

S-03

.20 D.50

2.38

ppm
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STANDARD CARBON PARAMETERS
VI-SS§-78¢

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

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
User: 1-14-87

File: VI-SS-78C
INOVA-500 "Inova500"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 1.300 sec

Width 31409.5 Hz

1088 repetitions

OBSERVE C13, 125.6457928 MHz
DECOUPLE H1, 499.6872185 MHz
Power 36 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz
FT size 131072
Total time 3 hr, 12 min, 26 sec

oo

' I T v} ITTTOF , 1T T Y11 , LI e A B O | l'l"' LI B R A e B B A | , LI I e S B A | I"7|7[' T"l’"[iffr'lilirl [ et B I | L , T 1T r T LUNRL I T R I B I B | , TT1T 71711 "l'l'[ifl LI A B I B | ' T T T 17 T 7§57

200 180 160

140

120

100
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expl s2pu)

SAWPLE DEC. & VT
date Dec 30 2009 dfrq 199 .632
solvent EDc13  dn H1
ile exp dpwr 36
ACQUISITION dof 0
sfrg 202.258 dm nny
tn P31 dmm W
at 1.600 dmf 10954
np 64000 dseq
sw 20000.0 dres 1.0 (9] OH 0
fh 11000 homo n
tpwr 54 temp 26.0
pwW 4.0 PROCESSING ‘7
ai 5.000 1b 1.00 P. +
o 9000.0 wtfile £ 7
nt 8 proc ft Ph OEt
ct 8 fn not used
alock n math f 0 O
gain not used
FLAGS werr "0
il n wexp ~ -
in n wbs 5
dp y wnt @ o
hs ny o i
DISPLAY L lj
sp -396.7
wp 10484.9
vs 80
sc 0
we 250
hzmm 41.94
is 500.00
rfi 6186.7
rfp 0
th 9
ins 100.000

nm cdc ph

37.708

38,855
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Archive directory: /export/home/vnmrl/vnmrsys/data
Sample directory:

Pulse Seguence: s2pul

Sotlvent: CDC1I3

Ambient temperature
File: 3-sp-28cyclopentane
INOVA-500 "Inova500"

Relax. delay 1.000 sec

Puise 24.5 degrees

Acq. time 1.8%2 sec

Width 7995.2 Hz

32 repetitions

OBSERVE H1, 499.62938995 MHz
DATA PROCESSING

FT size 32768
Total time 1 min, 32 sec

O O

= =
ph OEt Et0 Ph

u m iy

r_' T T T l T T T T [ T T T T T
9 8 7
Gy
2.00 2.05
1.03

4 3 2
Ly e e
0.37 1.0 1.48  0.69
0.60 1.07 0.66 3.45 1.03

S-06

T i T T T L
1 ppm
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STANDARD CARBON PARAMETERS
VI-SS-cyclopentanonecarbon

Archive directory: /home/samanta/vnmrsys/data

Sample directory: O OH
Pulse Sequence: s2pul

Solvent: CDC13

Ambient temperature

User: 1-14-87 /!

File: VI-SS-cyclopentanonecarbon /
INOVA-500 "Inova500" P

Relax. delay 1.000 sec
Pulse 45.0 degrees OEt
Acq. time 1.300 sec Ph

Width 31409.5 Hz

20000 repetitions

OBSERVE C13, 125.6457928 MHz
DECOUPLE H1, 499.6872185 MHz
Power 36 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 131072
Total time 12 hr, 49 min, 47 sec

VAR A Vo Wiy uumm

L2 0t L. Y e S Y s Y YL Y e e e B L L A L I 0 O S e e e et A 0 O B e

220 200 180 160 140 120 100 80 60 40 20 0 ppm
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expl s2putl D OH O OH

SAMPLE DEC. & VT C)
date Dec 30 2009 dfrqg 499.632
solvent CDC13  dn H1 £ Sy
file exp dpwr 36 F: + :
ACQUISITION dof 0 4 T . s
sfr 202.258 dm nn
tn 4 P31 dmm »{ Ph OEt Eto Ph
at 1.600 dmf 10954
np 64000 dseq
SwW 20000.0 «dres 1.0
fb 11000 homo n
tpwr 54 temp 26.0
pw 4.0 PROCESSING
dl 5.000 1b 1.00
tof 9000.0 wtfile
nt 16 proc ft
ct 16 fn not used
alock n math f
gain not used
AGS werr
il N Wexp
in n wbs
dp y wnt
hs ny
DISPLAY
sp -427.9
wp 10578.9
Vs 42
scC 0
wC 250
hzmm 42.32
is 500.00
rfi 6186.7
rfp 0
th 17
ins 100.000
nm cdc ph o
<
N
s}
o™
[Te}
o~
N
]
[

MMMWWWMWWM’WM WMMWWMWWf‘N‘MWWMvﬁV-*w-*rw\w‘-WmW%WWWWMM*WWM%WMWWMWWMWMWW%MWWW%MWJM%M*AWWMWWMM‘MWW“’HWM

T T T T T T T B T T T T T T T ¥ T | T ¥ T T T T T T T T T T T i T T T A T A S 7 t T T T T

45 40 35 30 29 20 15 10 ] ppm
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F-sp29_NOEDTF NOE experiment for

exp3  cyclenoe

SAMPLE DEC. & VI
date Jan 4 2010 dn C1lz
solvent CDC13  dof -151.3%
file exp dm nnn O OH O OH
ACQUISITION dmm c O O
sfrq 199.633 dpwr 0 ;
tn H1 dpwrf undefined -"r.-'r + I
at 4.378 homo n Fl' FI'\
np 70000 temp 26.0 P
sw 7995.2 PROCESSING Ph‘ OEt Ph‘* OEt
fh 4000 fn not used
bs 32 math f
pw 12.5
dl 4.000 werr
tot 199.5 wexp process
nt 344 wbs
ct 344 wnt
alock n DISPLAY
gain 40 sp -112.3
FLAGS wp 5182.9
il n vs 9707
in n sc 0
dp Yy WwC 250
hs nn  hzmm 20.73 -
satfrq -154.3 is 171.90 o v
N N [as] o~ o =} N o o N [N}
satpwi -10 rf1l ~co 100M.8 r~ w oy ™ © © N oo o
sattime 2.0 rfp Rl SR AP, ” w Z°2ge°
spacing 6.3 th N~ RN T N earlon v - -H”j o og
pattern 2 ins [N sBod N e e A - ! P “\LOC; i
intsub y ai cdc 'ph | Lo | | ,\,,v |9 | < @ = P | |
cycle v SN NP o ' -
control 465.8 m g L -
mix 0 m \ |
tau 0.100 ! ‘
sspul \ H ‘
‘\r ‘ | !
W | |
| ‘ ]
" ] " N . - - ! - . |
y . " Lt o " wﬁ'ﬂ ww— v -y o A
1 T T T ¥ 1 T | T { T L ‘ T T 1 - \1‘ (‘ T T ; T R - !7"'T‘T T T T AR mii i i T
g 1 !
10 9 8 7 6 5 IH 4 3 2 1 1 ppm
S 1 — e |
0.00 <oto2 -0.00 -0.00 0.0 -0.00

-0lds -0.00 0.00 -0.00-0.00
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3-sp-30_NOE_Difference

expl3 cyclenoe

NOE experiment

for

SAMPLE DEC. & VT

date Jan 6 2010 dn c13
solvent CDC13  dof 392.1 (:} {:}r{
file exp dm nnn

ACQUISITION dmm [
sfrq 199.633 dpwr 0
tn H1 dpwrf undefined +
at 4.378 homo n
np 70000 PROCESSING
SwW 7995.2 fn not used
b 4000 math f
bs 32
pw 3.4 werr
dl 2.000 wexp process
tof 499.5 wbs
nt 512 wnt
ct 512 DISPLAY
alock n sp -109.3
gain 58 wp 5108.2

FLAGS Vs 87
il n sc 0
in n  wc 250
dp y hzmm 20.43
hs nn is 33.57
satfrg -1081.0 rf1 999.9
satpwr -10 rfp 0
sattime 1.0 th 7
spacing 9.1 ins 100.000
pattern 6 nm cdc ph
intsub y
cycle Yy
control 392.1
mix 0
tau 0.100
sspul y l }
NP - . . L - L L Lo N L e L . ! _
* (akama) i, ™ iy et e | ks A 4 | *"nu"‘“"
T T [ T T T T T T T I T I T T T T !i 1 T
9 8 6 4 3
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Area % Report

U Ay OH U Ay OH
| RO+ {510
Method Name: C:\EZStart\Projects\Default\Methods\AS.met ey Srp-
Data: C:\EZStart\Projects\Default\Data\v-ss-92I P s
User: System Fh™ DEt Bt Ph
Acquired: 4/27/2006 2:23:27 PM _
Printed: 4/25/2007 2:10:32 PM . Ar = 1'-1-E|I’|:|3H4-
Enantiomers
| Racemic
b
1504 —— « 1 150
Retention Time | 3
H o
‘ <
100 ‘ I 8 100
0 ‘ l © 8 0
- w s -
50 -| f ‘\ \‘ o L 50
i [ N
ﬁ. i i
0" ~ I
%3J\~ \
0 Zb | 4‘0 (;O 86 lé)O léO 140
Minutes
Enantiomers
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
27.258 6307405 22.20 144252 44.42
48.092 8022192 28.24 103296 31.81
113.833 8053997 28.35 43919 13.52
117.100 6026061 21.21 33258 10.24
Totals

28409655 100.00 324725 100.00
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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-SS-35b
User: System
Acquired: 12/20/2006 3:20:15 PM
Printed: 4/26/2007 3:00:02 PM
5050
— SPD-10) 1
400 Retention Time ‘/“ 400
| At
| \‘ -
|
| |
S 2007 | \ 0 F200 3
N “
1 }‘g\ a 8
“'\“
ot e | TL -0
0 2‘0 4‘0 6‘0 8‘0 lé)O | léO
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
46.792 41985162 99.92 398934 99.91
110.383 34943 0.08 379 0.09
Totals
42020105 100.00 399313 100.00
Crvstal O Ar OH
¥ )k)@fg&p [The (S.5) corfiguration
O Ar, OH O Ar, OH e P s Beslined By x-ray
Mﬁ} o + )J\}T@ o recrystallization rystallograpfty)
(R Yl 5
et . Ar, EH
pif et P Mather uqunrM(R) O
Ar = 4-BrigHg- - TR~
F'h OEt
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Area % Report

Page 1 of 1

U sy OH U Ay OH
Method Name: C:\EZStart\Projects\Default\Methods\AS.met =, *Il:.[f (=R
Data: C:\EZStart\Projects\Default\Data\vi-ss-100 F £
User: System Ph™ OBt Etl Ph
Acguwed: 10/10/2006 9:59:16 AM A= 4-E|I’CE;H4-
Printed: 4/25/2007 2:12:24 PM
ScRe S0Se D-Proline as the catalyst
2000 Qtention Tim.+ ! 2000
I
) | ReRe RoSe
| ‘ | |-
/\ |
2 1000+ | ‘\ “ S F1000 2
’ | | - ’
] i )‘m\ o & g
J % g“\ /N =
[ i N\“tc:%\‘ ‘;i\‘ ‘ ‘ ‘ -0
0 2‘0 4‘0 6‘0 8‘0 lC‘)O | léO
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
23.683 101402953 30.78 1929494 46.34
41.825 171735609 52.14 1955603 46.97
99.650 49182378 14.93 247436 5.94
112.917 7077277 2.15 30915 0.74
Totals
329398217 100.00 4163448 100.00
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Area % Report O Ar, OH O A, OH

Ae0 + L _A®o
-fﬂ“wﬁ%;q: (RIR*

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

Data: C:\EZStart\Projects\Default\Data\\VV-SS-99A Ph™ QIEt EtT Ph
User: System _
Acquired: 5/3/2006 10:44:43 AM Ar = "‘1'BrCEH4'
Printed: 4/25/2007 2:11:19 PM .
L-Proline asthe catalyst
ReRp
| R Sp
200 4 gtention Tim * % L 200
S'E F':l P Sl: Sp ‘w “‘ u‘_'v
b ‘ “ — I
a J 1 “ ‘\\ /\\ "
S 1004 0 -4 F100 3
8 N [e'e] \“ ‘L\
: X N 5 FIRE
| ~ A S LRI
0 *—/'JL’\_«_,\_,._/\._JJ““N\L,\&’AL_—T/L\ i ‘ ‘ : : L -0
0 2‘0 | 4‘0 6‘0 | 8‘0 160 12‘0
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
27.208 419158 0.65 9420 2.48
47.825 2332862 3.61 31592 8.33
70.708 834 0.00 28 0.01
111.242 35326343 54.61 202051 53.27
115.092 26614828 41.14 136197 35.91
Totals
64694025 100.00 379288 100.00
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Area % Report

Page 1 of 1

Method Name: C:\EZStart\Projects\Default\Methods\AS.met O Ay IH 0 Ar OH
Data: C:\EZStart\Projects\Default\Data\V1-SS-8A 0+
User: System P P,fﬁl
Acquired: 6/19/2006 11:15:05 AM Fh* - £t &
Printed: 4/25/2007 2:03:09 PM OEt Fh
Ar=Ph racemic
@ntion Time I 0 §
150+ J\ & Qo - 150
| H Ln
H E g f\

o 1001 i A © I F100
g | I :
50 & F RER -50

0| [ | |
=3 | | \
il [ / \
0 | An- | | N | ) N Lo
0 lb 2‘0 3‘0 4‘0 | 5‘0 6‘0 7‘0 80
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
47.908 10981114 27.73 173608 35.44
61.975 8793983 22.20 106738 21.79
69.250 7775129 19.63 89132 18.20
71.308 12053502 30.44 120347 24.57
Totals
39603728 100.00 489825 100.00

S-65


Sampak.Samanta
Stamp

ees286
Typewritten Text
S-65


Page 1 of 1

Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met [ A OH s
Data: C:\EZStart\Projects\Default\Data\V-SS-75 T -"E'\E H
. LRI+ :
User: System C = '-E:LD
Acquired: 4/17/2006 12:06:24 PM F' {E"F_' -
Printed: 4/25/2007 2:04:43 PM DIt Et0 =
Ar=Fh
10007 Retention Time § i [ 1000
- |l
~
I
in
£ 500 BT Ls00 £
> ~ ’ / \“ >
| < © R
04 L i ‘ i ‘ I f[:’ ‘ Lo
0 1‘0 2‘0 3‘0 4‘0 5‘0 6‘0 7‘0 8‘0 S;O
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
49.742 799069 0.45 11878 0.70
65.167 3157296 1.78 34035 2.00
71.408 64541546 36.36 692571 40.67
73.717 108989234 61.41 964603 56.64
Totals
177487145 100.00 1703087 100.00
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Page 1 of 1

Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met 0 Ap OH

Data: C:\EZStart\Projects\Default\Data\\VV-SS-79C O Ay H
User: System /J'I\va\ ,;J:' * /J_l\/k\
Acquired: 4/20/2006 12:39:20 PM P P

L y
Printed: 4/25/2007 2:07:12 PM Fh DIEt EtO"

Ar = 4-F-Ph racemic

Retention Time ‘v

1000 ‘ 1 1000

Volts
Volts

500 | ‘ ‘ | \ n 500

T 47225

—
1?&2

0 10 20 30 40 50 60
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
15.558 27434842 20.44 1072464 36.74
23.392 39490664 29.43 992036 33.99
42.775 39609775 29.52 519744 17.81
47.225 27662953 20.61 334696 11.47
Totals
134198234 100.00 2918940 100.00
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Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met [ ,.-'l,r_ CIH

Data: C:\EZStart\Projects\Default\Data\V-SS-81B LR " . "&'r: (1H
User: System £ F,f,.':] Mﬁl )
Acquired: 4/24/2006 11:56:20 AM P (R

- E DII" -
Printed: 4/25/2007 2:06:24 PM CEt t ’F,h
Ay = 4-F-Ph
1000 Retention Time A /\ I 1000
I
[ [
0 “ \ “ ““ j2]
S 500+ o B x 0 F500 g
2 2 B
© [Te) | [
3 N fg \\ ,“& \\
| A | @ J O
0 ,yu}‘u\_ ‘/\‘ ‘ \ ‘ ‘ Q /) Q9 g—, 0
0 10 | 20 | 30 40 50 60
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
16.633 999895 0.54 35489 1.66
25.092 4061528 2.19 94515 4.43
45.392 86176162 46.44 1010200 47.30
50.225 94307892 50.83 995574 46.61
Totals
185545477 100.00 2135778 100.00
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Area % Report

Page 1 of 1

Method Name: C:\EZStart\Projects\Default\Methods\AS.met 0 Ap OH
Data: C:\EZStart\Projects\Default\Data\\VV-SS-138A O Ay H
User: System L + 0l
Acquired: 5/31/2006 2:02:20 PM F'h"l:"' e
Printed: 4/25/2007 2:08:09 PM CIEt EtO" =
Fh
Ar =3-F-Ph racemic
400 —— + 400
Retention Time ,\ @
I ~
N I i /A\ =4 N
I
I I
£ 2004 He N 200 £
S IEEI I S
i I
, | )] [l L
\"‘\ 1‘00\ ""“9 [
| ARG V" 9 \ [
0 A I -8 “/c‘:') 9 ‘ I | -0
0 1‘0 2‘0 3‘0 4‘0 5‘0
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
28.467 15945462 25.92 369993 30.34
31.608 14739673 23.96 299485 24.56
33.617 16067412 26.12 309925 2541
39.758 14760819 24.00 240148 19.69
Totals
61513366 100.00 1219551 100.00
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Area % Report

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

Data: C:\EZStart\Projects\Default\Data\V-SS-140F . -'E'*r__ H 0 Ay
User: System Ll E',E_ 0+ =
Acquired: 6/6/2006 2:09:37 PM AP iR
Printed: 4/25/2007 2:09:20 PM z L
FIEt EtC
Ar=3-F-Ph
@ntion Time /"\ |
500 -| N ‘w‘ - 500
L
|
2 R 2
o ‘ | | \‘ [}
Z 250 9 “‘ \ ‘\ | g L2507
2 el el @
8 28 /3 ¥
| AL ”\ o \\V [Te) \
0 S| UA ‘ ‘ (Qg ! a ‘ i ‘ 0
0 é l‘O 1‘5 2‘0 2‘5 3‘0 3‘5 4‘0 4‘5 50
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
32.525 745767 1.00 16276 1.28
36.083 34534551 46.45 603361 47.63
38.508 35366780 47.57 593345 46.84
45.633 3701735 4.98 53844 4.25
Totals
74348833 100.00 1266826 100.00
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Page 1 of 1

Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met O Ar OH O Ar H
Data: C:\EZStart\Projects\Default\Data\v-ss-92I /J-I\va\ il oot M 0l
User: System F,h...-F-'_ fF_""
Acquired: 4/27/2006 2:23:27 PM DIEt Bt =
Printed: 4/25/2007 2:10:32 PM Fh

Ar = 4-Br-Ph racemic

150 -

150

N
Retention Time | 3
| @
100 | “ N - 100
| 2o
g | c“‘ ek :
g 50| I H <5 - 50 g
‘ | \‘ “ /“\
ﬁ. |
0+ 5 v
I |
0 2‘0 | 4‘0 6‘0 8‘0 lé)O léO 140
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
27.258 6307405 22.20 144252 44.42
48.092 8022192 28.24 103296 31.81
113.833 8053997 28.35 43919 13.52
117.100 6026061 21.21 33258 10.24
Totals
28409655 100.00 324725 100.00
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O Ar oH

200

100

o) O Ar 0OH
LIRIG + ;
KA 0
F EtO™ -
OEt Ph
Area % Report
Ar = 4-Br-Ph; L-Proline
Method Name: C:\EZStart\Projects\Default\Methods\AS.met
Data: C:\EZStart\Projects\Default\Data\\VV-SS-99A
User: System
Acquired: 5/3/2006 10:44:43 AM
Printed: 4/25/2007 2:11:19 PM
RcRp
Hcoop
N
200  Retention TiquEHI:I SESF‘ ““f\\ §
=
. R
S 100+ 0 [y \
S S ol ““ \\
] N N s A
\ N I IS4 N \
0 74'Ju_« . hy‘\._»’“‘v‘“*ﬂ‘p\jAL_—,r/L\ “ ‘ : E A
0 2‘0 | 4‘0 6‘0 | 8‘0 160 12‘0
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
27.208 419158 0.65 9420 2.48
47.825 2332862 3.61 31592 8.33
70.708 834 0.00 28 0.01
111.242 35326343 54.61 202051 53.27
115.092 26614828 41.14 136197 35.91
Totals
64694025 100.00 379288 100.00
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Area % Report

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

Page 1 of 1

Data: C:\EZStart\Projects\Default\Datalvi-ss-100 [ Ay CH O A
: E rCOH
User: System SR 0+ =
Acquired: 10/10/2006 9:59:16 AM ST My
Printed: 4125/2007 2:12:24 PM| b - (el F
ScRp  Soop OFt EO™ &)
J_ Ar = 4-Br-Ph; D-Proline
s — ) L
2000 Retention Timq‘ ‘(\ HcH A= CSI;] 2000
w \
- ‘ I L
/‘»

2 1000+ | H Y F1000 2
g H | ‘\ £_ = g
7 || | \ & 2 I

J 2 g -
) [\ /
04 L AL‘:&I'U ‘g\\ ‘ /N ‘ )
0 2‘0 4‘0 6‘0 8‘0 lC‘)O léO
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
23.683 101402953 30.78 1929494 46.34
41.825 171735609 52.14 1955603 46.97
99.650 49182378 14.93 247436 5.94
112.917 7077277 2.15 30915 0.74
Totals
329398217 100.00 4163448 100.00
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Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met ~ [J1 Ay JH 0 Ay OH
Data: C:\EZStart\Projects\Default\Data\v-ss-86l 0+

User: System F.-:- ,;_l:l
Acquired: 4/25/2006 1:03:52 PM Ph" - *F_i
Printed: 4/25/2007 2:17:34 PM DIEt Et0 Bh

Ar =4-CI-Ph racemic

Qtention Time
1000 r ﬂ - 1000
\\ I ~
| SN
2 0 j2
S 500 ‘ | =~ ] 500 S
I N =
5 | \\ "
A
i o] NN
0 2‘0 | 4‘0 6‘0 | 8‘0 160 léO
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
19.717 38032132 18.96 1121651 39.40
33.700 62068400 30.95 1026667 36.07
75.517 61763941 30.80 441468 1551
81.267 38690976 19.29 256714 9.02
Totals
200555449 100.00 2846500 100.00
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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-SS-88E Ar OH O Ar OH
User: System LR " =
Acquired: 4/30/2006 1:37:19 PM " F.ﬂ-':' iR E{D
Printed: 4/25/2007 2:18:59 PM h - =
OEt P
Ay = 4-Cl-Ph
Retention Time ; i a
40 N - 40
| % i i
o N ‘f |
3 o V] [
> 20 [ ™ f ! 20
.
] E ) 8 7
| L i EIEE:
ofdxdfbwwfm M #L,M_,’up;f S % N ~ o
‘ ™~
0 1‘0 | 2‘0 | 3‘0 | 4‘0 5‘0 6‘0 76 8‘0 S;O
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
19.800 240142 1.54 7583 5.87
33.733 994355 6.39 17251 13.36
75.608 6314780 40.59 48672 37.71
80.942 7538385 48.46 51830 40.15
84.600 468849 3.01 3746 2.90
Totals
15556511 100.00 129082 100.00
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Area % Report

Page 1 of 1

Method Name: C:\EZStart\Projects\Default\Methods\AS.met O Ar OH O Ar 0OH
Data: C:\EZStart\Projects\Default\Data\\VV-SS-154L L0+
User: System _.F.' - =
Acquired: 6/13/2006 10:56:50 AM Fh* = Et07 =
Printed: 4/25/2007 2:19:47 PM OEt =
Ar =3-C-Ph racemic
- n
Retention Time ) N § E
150 \H\ 4 3 - 150
i [ —
, 100- “ \ “‘\ /‘\ /\ ~100
: I :
| [ [
50 - ] EER \\ - 50
. s
\ [T )
0+ '\JV\JJ\_/ i /g \ \‘U \‘V 0
0 é 1‘5 2‘0 2‘5 3‘0 3‘5 4‘0 45
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
25.192 7062498 26.10 168784 31.40
29.275 6333169 23.40 125683 23.38
31.725 6432760 23.77 119636 22.26
34.175 7235102 26.73 123404 22.96
Totals
27063529 100.00 537507 100.00
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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-SS-1561.1 Ar_ CH 0 Ay C1H
User: System FiR) + -
Acquired: 6/15/2006 12:32:36 PM 7 |:|’-'=|:I i E’E}D
Printed: 4/25/2007 2:20:28 PM h* = EtO" =
QEt Ph
A =3-Cl-Ph
] Qtention Time /w\ p N
200 “J \“ “/\\ 00
I [
s | A I
> 1o ‘\‘ I o J‘ “ ‘100 C
2 NN
1 | © J’E \ 3 ;) % \\ r
0 ”L —/\ ‘ ‘ 8&.{%@#,0
0 é lb 1‘5 2‘0 2‘5 3‘0 3‘5 40
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
26.383 104686 0.37 2609 0.52
30.617 12843101 45.54 247344 49.20
33.333 758992 2.69 14771 2.94
35.817 14492010 51.39 238012 47.34
Totals
28198789 100.00 502736 100.00
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Area % Report

Method Name: C:\EZStart\Projects\Default\Methods\AS.met 10 Ar OH 0 A OH
Data: C:\EZStart\Projects\Default\Data\v-ss-13411 L0+
User: System /JJ\/PJHEF[’ MF_,}D
Acquired: 5/29/2006 12:21:34 PM CIEt EtD" B
Printed: 4/25/2007 2:23:51 PM
w= LN
o
oo . N
Retention Time M 8.
| “‘ I\ ?"r" g
500 f R o 500
I I N o
[ [ [ ™
% \‘ ‘\ “ ‘ ( \ N %
Z 2501 ERIR . A L2 g
[ \‘ I [\ 50
R |
ol s [\
2 8y |
0 | N \chT,i W( \L‘/ ‘ 0
0 5 10 15 20 25 30 35 40 45 50
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
27.600 45630886 27.04 648373 32.61
31.067 38918762 23.06 546719 27.49
34.092 44731312 26.51 457695 23.02
39.025 39464526 23.39 335664 16.88
Totals
168745486 100.00 1988451 100.00
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Area % Report

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

O Ar OH 0 ArOH

Data: C:\EZStart\Projects\Default\Data\v-ss-137 : :
User: System )\/é‘fp’?)ﬂo ) M‘Em
Acquired: 5/31/2006 10:27:36 AM M &e O™ 5
Printed: 4/25/2007 2:24:30 PM
=
10004 = oL 1000
Retention Time A
i
R i}
g 500 “ ‘ 3 - 500
[ g N o2}
I © 3 @
AR AN
0 / N \y‘f\‘y\\ SRS | 0
0 é l‘O 1‘5 2‘0 2‘5 3‘0 3‘5 4‘0 4‘5 50
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
27.458 67944771 62.94 948585 70.85
31.642 6534725 6.05 91604 6.84
34.592 5826399 5.40 66246 4.95
39.300 27651497 25.61 232393 17.36
Totals
107957392 100.00 1338828 100.00
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Area % Report

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

Data: C:\EZStart\Projects\Default\Data\\VV-SS-89B
User: System
Acquired: 5/2/2006 11:59:38 AM

Printed: 4/25/2007 2:21:08 PM

Page 1 of 1

0 Ar 0H o Ar OH
007
Ph-rp-.- I'I.l:-.-.-_:_.l::l
FIEt EtO B

Ar=4-Me-Ph, Racemic

400

200

I — 3
Retention Time | ©
I ~
400 l ~
\‘ i ©
. 1 /‘ B
2 \ I @
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‘ | a /,‘ o N
I f \ [1S/]]
b | ‘\ !‘ (F\I!f( \\
o & T o
0 1‘0 2‘0 3‘0 40 | 5‘0 6‘0 7‘0 | 8‘0 S;O
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
31.833 23980714 23.32 472371 45.85
47.650 27232695 26.48 356842 34.63
79.508 24184872 23.52 192378 18.67
82.100 27444434 26.69 8773 0.85
Totals
102842715 100.00 1030364 100.00
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Page 1 of 1

Method Name: C:\EZStart\Projects\Default\Methods\AS.met ( -""1"-"_ JH Q .-E'-.r_ CH
Data: C:\EZStart\Projects\Default\Data\V-SS-90 LRIo o+ 50
User: System RIp= TRIp~
Acquired: 5/2/2006 10:25:08 AM h* - EtO™ =
Printed: 4/25/2007 2:21:34 PM OEt Ph
Ar = 4-Me-Ph
1 Qtention Time /‘”\ A r
400 “‘ M - 400
“/ \ \“ “‘q
%) g \ | ‘0 A %]
° @ . s
Z 200 ' S § . oo S
‘ o < | \
| A g8 q
I | N S | ‘/ \l A 4 g + S [
0 1‘0 2‘0 3‘0 4‘0 | 5‘0 6‘0 7‘0 | 8‘0 S;O
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
32.042 3468253 2.30 67253 5.78
48.058 7193972 4.76 94558 8.13
79.125 66117640 43.79 510403 43.86
83.758 74215288 49.15 491404 42.23
Totals
150995153 100.00 1163618 100.00
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Area % Report

. . U Ar OH O Ar OH
Method Name: C:\EZStart\Projects\Default\Methods\AS.met n
Data: C:\EZStart\Projects\Default\Data\V-SS-94L = -’;—D
User: System Ph* - i
Acquired: 5/1/2006 2:11:41 PM DEt Eto™ -
Printed: 4/25/2007 2:22:27 PM
Ar=4-Me-Ph, Racemic
1009 Retention Time “ 9 N [0
\“ ) g L
| | -8
) “ ‘ \“ ‘\ f/n\\ N\ @
$ 50 | \‘ “\ | " \‘ \\ 50§
| [ \
“ “ “ “ “‘ “‘o }“ (‘\
| 0 J" § \ /‘"‘ ‘L\ / \\
0 1 ‘gf\b\“,\_ﬂ\_f | r"%-\ ‘ ‘J um) \ ‘!# \ | / | 0
0 1‘0 2‘0 3‘0 4‘0 5‘0 6‘0 7‘0 8‘0 S;O
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
32.558 5287035 18.38 96981 32.68
53.458 7033213 24.45 77522 26.12
73.625 7963523 27.69 62982 21.22
82.592 8480119 29.48 59319 19.99
Totals
28763890 100.00 296804 100.00
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Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Page 1 of 1

Data: C:\EZStart\Projects\Default\Data\\VV-SS-90 0 Ar iJH 0 Ar OH
User: System = (R N z 5)
Acquired:  5/2/2006 10:25:08 AM Srp )J\/{%P,;D
Printed: 4/25/2007 2:21:34 PM L EtOT -
OFt Ph
Ar=4-Me-Ph
1 Qtention Time /‘”\ A r
400 1 /‘ | \ 400
E “ \ j‘ “‘o‘ L
e o 2 RER g
2004 | S S Fa-t - - 200
d <o) | Vo \
‘ 8 N o e |
1 ) ol | B
ol o I\ | /\ | / g \ +,o 5 | 3
‘ ‘ ™~ [oe)
0 1‘0 3‘0 4‘0 5‘0 6‘0 7‘0 | 8 S;O
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
32.042 3468253 2.30 67253 5.78
48.058 7193972 4.76 94558 8.13
79.125 66117640 43.79 510403 43.86
83.758 74215288 49.15 491404 42.23
Totals
150995153 100.00 1163618 100.00
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Method Name: C:\EZStart\Projects\Default\Methods\AS.met

il
Data: C:\EZStart\Projects\Default\Data\V-SS-113L.1 M a e OH
User: System P
Acquired: 5/17/2006 2:41:11 PM F'h"" - E D..r -
Printed: 425/2007 2:25:32 PM QIEt e =
Racemic
—_— o
300  Retention Time i 3 - 300
(‘\ ~ 3
A ‘ © -
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200 1 ‘\ ‘\‘ a A F 200

Volts
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— 41.817
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A "‘(: W \‘ \\J ‘ \\,
04 [™ /ﬁ; -0
0 lb 2‘0 3‘0 | 4‘0 5‘0 | 6‘0
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
37.208 20294461 32.50 312190 36.70
39.767 11365945 18.20 164745 19.37
41.817 10938901 17.52 147105 17.29
53.692 19840435 31.78 226670 26.64
Totals
62439742 100.00 850710 100.00
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Area % Report

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

Data: C:\EZStart\Projects\Default\Data\\VV-SS-120A
User: System . ME_'_ (H O ME_ _H
Acquired: 5/23/2006 2:42:19 PM J)J\/-({F:‘,l Ot P Ne
Printed: 4/25/2007 2:26:08 PM {S& P oy |:_l':’
FhY - Eto" =
DEL PH
_ N~
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3 J E 2
Ry rs)
AN | L
0 lb 2‘0 3‘0 4‘0 5‘0 | (;0 7‘0 80
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
38.458 36110687 54.96 565118 55.59
41.067 26860891 40.88 415656 40.89
43.483 1833955 2.79 24696 2.43
56.050 899373 1.37 11089 1.09
Totals
65704906 100.00 1016559 100.00
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Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EZStart\Projects\Default\Data\VV-SS-119L O Et oH O Et OH
User: System 0+

Acquired: 5/19/2006 12:37:16 PM ~ P,}D
Printed: 4/25/2007 2:27:17 PM Ph™ =, B0 5,

Facemic compounds are seperated
by twa different columns.

400 ———— - 400
Retention Time ]
1 I i
/ “w g
1 Q
s 200 i ‘ \ o F200 g
S \ ‘“ \ s
1 | I N g
28
| € A / \
07 R - "‘v\g—v&% BN |
0 10 20 0 4 s e 170 80 9
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
33.383 22240491 32.61 274797 35.26
35.133 23080693 33.84 358959 46.06
79.042 22878779 33.55 145521 18.67
Totals
68199963 100.00 779277 100.00
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Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Page 1 of 1

Data: C:\EZStart\Projects\Default\Data\VV-SS-123A
User: System Me OH O Bt oH
Acquired: 5/22/2006 11:36:04 AM F i Ot iz
Printed: 4/25/2007 2:30:43 PM 3' |:|'f* s F,-;:D
Ph” - EtO" :
OFt Bh
200 4 Retention Time “‘ " 200
|
o
] g H [
5|
$ 100 8 - E
S I 100 8
] I g & |
| “ 2 o S
) | e N
0 e S n ) 4’_L ‘ /l?,o
0 1‘0 3‘0 | 4‘0 | 5‘0 6‘0 7‘0 8‘0 | S;O
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
35.742 5805011 26.05 85806 28.12
37.975 15425090 69.22 212565 69.67
79.633 7828 0.04 133 0.04
88.208 1045787 4.69 6597 2.16
Totals
22283716 100.00 305101 100.00
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Area % Report

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

Data: C:\EZStart\Projects\Default\Data\V-SS-1191 2 0 Et oH 0 Et oH

. +
User._ . System - MP"O p,’[:,
Acquired: 5/19/2006 4:08:50 PM Eh™ = Ei0”
Printed: 4/25/2007 2:32:07 PM OEt Ph

Racemic compounds are seperated
by two different columns.

200 | Retention Time ‘(\‘ 400

200+

Volts
Volts

200

— 104.258

[

0 20 40 60 80 160 12‘0
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
68.833 12086724 17.73 139921 20.87
71.575 45002937 66.01 442116 65.94
104.258 11088654 16.26 88443 13.19
Totals
68178315 100.00 670480 100.00

S-3838


Sampak.Samanta
Stamp

ees286
Typewritten Text
S-88


Page 1 of 1
Area % Report

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

Data: C:\EZStart\Projects\Default\Data\VV-SS-123(AD-L1)
User: System 0 Me OH 0 Et oH
Acquired: 5/24/2006 4:24:44 PM M{E} ot P4 Ne
Printed: 4/25/2007 2:33:43 PM ,:-53' |:|‘f* s F.':f
Ph™ B0 &
OFt Ph
. Qtention Time “ r
200 H - 200
|
] 5| d
2 Q1| 2
o © o
~ 100 S . S F100
R s
] | u“\oo‘ - o L
] ,ﬁ’ “E“\‘ ~ -
0 - A =0
0 2‘0 4‘0 6‘0 | 8‘0 | 160
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
66.617 6327760 20.61 81314 22.92
68.908 22171556 72.23 255721 72.09
72.442 680911 2.22 4810 1.36
101.408 1517160 4.94 12891 3.63
Totals
30697387 100.00 354736 100.00
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Area % Report

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

Data: C:\EZStart\Projects\Default\Data\V1-SS-L il OH 0 CIH
User: System +
Acquired: 7/13/2006 10:06:27 AM )J\/J\ . L0 /JJ\//J\ 0
Printed: 4/25/2007 2:35:10 PM Fh* - P
: EtO"
OEt Ph
Facemic
- 3
Retention Ti n
75 etention Time ) ‘f/ \ % L5
f ‘\‘ “\ A
50| [ [\ . L 50
% | “ | \\ 8 %
> | \ [o)] >
’ \ \ ©
25 / \ [\ /ﬁ\ -25
oo\ [
b ﬂ\ J‘\\ } / 8K \ / \\ / \xl\
o,lruwdw\wﬁﬁz—%fi&,ﬁé & Lo
0 2‘0 | 4‘0 | 6‘0 | 8‘0 160
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
42.092 8863777 16.82 68017 30.22
44,758 17920164 34.00 77983 34.65
60.983 16289168 30.90 58138 25.83
89.800 9636855 18.28 20934 9.30
Totals
52709964 100.00 225072 100.00
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Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Volts

Data: C:\EZStart\Projects\Default\Data\vi-ss-391 ) CH ) OH
User: System
Acquired: 7/19/2006 11:13:20 AM )J.\/é\ .0 + /J.I\/,é\ -
Printed: 4/25/2007 2:36:06 PM o ~F EtD"F"
CEt Fh
Qtention Time N
200 A - 200
| Q
1 ‘ \ < [
| o
% | \\\ ::
S 1004 F- - - 100
J /S
§ |\ [
b ey \ /} S r
~ = \ / S~
o ’\”ﬁf’j;—tj#ﬁ ~ 1/ - 1
0 20 40 60 80 lé)O léO lJLO
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
56.808 3079080 1.53 22484 6.35
58.258 7413595 3.68 27251 7.69
75.492 103989510 51.62 216098 60.99
110.425 86982472 43.18 88508 24.98
Totals
201464657 100.00 354341 100.00
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Method Name: C:\EZStart\Projects\Default\Methods\AS.met . COH
Data: C:\EZStart\Projects\Default\Data\\VV1-SS-46L1
User: System P
Acquired: 8/5/2006 1:28:42 PM Ph™ 0Et
Printed: 4/25/2007 2:37:19 PM
Racemic, Syn
150 + Qtention Time 1 L 150

- 42.400
= 47.183

100 H = 100
2 Sl 5
> 0 ’ “ [ “ o
50 -| CIRERE ~ 50
el ] /
/\“0( ) /o
O,y’u,“ / "g \U ( ‘ / \§ Lo
0 20 40 60 80 100 120
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
35.517 2865142 5.04 30496 7.50
38.608 16533169 29.11 151729 37.33
42.400 11352432 19.99 86837 21.37
47.183 10195706 17.95 86535 21.29
92.800 15850187 27.91 50847 12.51
Totals
56796636 100.00 406444 100.00
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Method Name: C:\EZStart\Projects\Default\Methods\AS.met i JH
Data: C:\EZStart\Projects\Default\Data\V1-SS-63L 1
User: System =1
Acquired: 8/5/2006 3:13:30 PM ,H.‘
Printed: 4/25/2007 2:39:18 PM Fh' DEt
Chiral, Syn
3004 Retention Time i L 300
I i
| 2
200 4 F ® - 200
g ol | 8 s
> g “J \‘ N /,\“ >
100 %/ g / 100
od ) A S | g A \‘ ] ‘ \ 0
0 1‘0 2‘0 36 | 4‘0 | 5‘0 (;O 7‘0 8‘0 | 9‘0 l(;O
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
39.625 2543288 2.84 46373 9.31
42.700 43906765 49.10 309751 62.19
47.692 795505 0.89 7192 1.44
93.333 42186405 47.17 134726 27.05
Totals
89431963 100.00 498042 100.00
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Method Name: C:\EZStart\Projects\Default\Methods\AS.met

Data: C:\EZStart\Projects\Default\Data\VI-SS-53
User: System
Acquired: 7/28/2006 10:08:57 AM

Printed:

4/25/2007 2:40:23 PM
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Page 1 of 1

Ph" DEt

Racemic, anti + syn

Retention Time
400

400

200

o

[Te]
~ 3 w
| g 4 |
3 \
S 200 S 5 || ‘H‘ .
82 | g 5
\ ) m‘ ':I 27
| (o)
\ \
\
0 lb 26 3‘0 4‘0 5‘0 6‘0 7‘0 86 E;O
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
20.775 359468 0.41 11427 0.77
25.075 364734 0.42 9243 0.62
28.342 3491966 4.00 76574 5.17
29.775 12440202 14.27 237420 16.04
30.542 1314901 151 69656 4.70
32.967 2451333 2.81 53372 3.60
34.150 11194228 12.84 204414 13.81
36.317 25994095 29.81 440277 29.74
43.958 26027264 29.85 346457 23.40
71.108 3560556 4.08 31644 2.14
99.292 816 0.00 24 0.00
Totals
87199563 100.00 1480508 100.00
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Method Name: C:\EZStart\Projects\Default\Methods\AS.met i H

Data: C:\EZStart\Projects\Default\Data\V1-SS-62

User: System F.r;-':]
Acquired: 8/7/2006 11:14:26 AM F'hf N,
Printed: 4/25/2007 2:40:57 PM et

Chiral, anti + syn

Volts

Retention Time .
100 ‘(\\ “\‘\ 100
(I
o i J\ | 3
2 50 M\ N | “ o 50
3 | g;’ o8 ;
~ | 2 ~ \
o b vx\_T,\‘ QH/Q g\\ ‘ \ ‘ / A Lo
0 10 20 3 4 50 60 70 80 %0
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
27.708 33965 0.09 511 0.15
31.708 7932167 20.23 90359 25.82
33.092 69246 0.18 3361 0.96
35.800 9663671 24.64 105077 30.03
39.017 12228688 31.18 112664 32.20
47.758 421693 1.08 3236 0.92
76.150 8866306 22.61 34686 9.91
Totals
39215736 100.00 349894 100.00
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Page 1 of 1

300

200

Volts

~ 100

Method Name: C:\EZStart\Projects\Default\Methods\AS.met i JH
Data: C:\EZStart\Projects\Default\Data\VI-SS-78F
User: System .-_-,D
Acquired:  8/15/2006 1:19:05 PM .
Printed: 4/25/2007 2:41:32 PM Fh' CEt
D
Facemic, anti + syn
Retention Time i
300 g \
B Q [ "‘\\
2 s I
2 200+ i “ \\,RI “\ “ N
S I ) |
” ; o Q| \N s | “\ 3
100 o @ hWglt 3
s | 9 | ﬁ \ o @
] - T B
0l UMM A \" INIRUERNT SN \
0 1‘0 | 2‘0 | 3‘0 4‘0 5‘0
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
16.975 446247 0.70 13652 1.36
19.033 8305161 13.03 186364 18.55
19.925 627444 0.98 24132 2.40
22.092 17022499 26.70 340873 33.92
23.275 5068369 7.95 103684 10.32
24.600 8644698 13.56 5890 0.59
28.650 19343407 30.34 278106 27.68
33.442 4301600 6.75 52180 5.19
Totals
63759425 100.00 1004881 100.00
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Method Name: C:\EZStart\Projects\Default\Methods\AS.met 0 OH

Data: C:\EZStart\Projects\Default\Data\VVI-SS-80E

User: System 0
Acquired: 8/16/2006 1:59:53 PM FI*:-
Printed: 4/25/2007 2:42:13 PM F'hf D Et

Chiral, anti + syn

Qtention Time I .
100 1 N L - 100
[ o Q
[ N N
“ | 0 o
2 9 /| | 2
S 50 o | B i /‘\\ Lso S
& | & a 10
o \ \ N
0 - | \ 3
0 L re AN /LfK ) / \ | L -0
L
0 5 10 15 20 2 30 35 40
Minutes
SPD-10AVvp
Ch1-220nm
Results
Retention Time Area Area % Height Height %
15.825 292638 2.07 9641 3.22
17.792 5060293 35.88 119527 39.93
18.508 506020 3.59 24884 8.31
21.000 129091 0.92 4758 1.59
21.742 3530618 25.03 73535 24.56
24.050 18531 0.13 338 0.11
27.025 4555852 32.30 66441 22.19
31.925 10474 0.07 248 0.08
Totals
14103517 100.00 299372 100.00
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