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Experimental Details:

General Methods. 'H, '°C, NMR spectra were recorded on a Bruker
400 instrument. Chemical shifts (0) are reported 1in ppm
relative to residual solvent signals for 'H and °C NMR (‘H NMR:
7.26 ppm for CDCls, 3.34 ppm for CDsOD; 3¢ NMR: 77.0 pem for
CDCls;, 49.00 ppm for CDs;OD. '°C NMR spectra were acquired with
'H broad band decoupled mode. Mass spectra were recorded on a
Micro mass LCT spectrometer using electrospray (ES) ionization
techniques. Optical rotations were measured on a Perkin-Elmer
241 polarimeter. The enantiomeric excess (ee) of the products
was determined by chiral stationary phase CSP-HPLC (Daicel
Chiralpak AD and Chiralcel OD columns), using a UV detector
operating at 254 nm. Infrared (IR) spectra were recorded as
thin films between NaCl plates. Absorption maximum (Vpax)wWas
reported 1in wavenumbers (cmﬂ) and only selected peaks are

reported.

Materials. Analytical grade solvents and commercially
available reagents were used as received, unless otherwise
stated. Reactions were checked for completion by TLC (EM
Science, silica gel 60 F254). Flash chromatography was
performed using silica gel 60 (0.040-0.063 mm, 230-400 mesh).

Racemic samples were prepared using tetrabutylammonium bromide

as a catalyst at room temperature overnight.
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Experimental procedure for the preparation of catalyst N- (2-

methoxy) benzyl quinidinium bromide (4b)

To a stirred suspension of quinidine (3.47 g, 10.7 mmol) in
THF (42.0 mL), 2-(methoxy) benzyl bromide (2.80 g, 13.9 mmol)
was added. The resulting mixture was heated at 60 °C and
stirred for 48 h at the same temperature. After cooling to
r.t., the solvent was removed 1IN Vvacuo. The residue was
purified by flash chromatography on silica gel eluting with
chloroform:methanol 9:1 affording the title compound as a
purple solid (6.94 g, 95% yield). (O. Marianacci, G.
Micheletti, L. Bernardi, F. Fini, M. Fochi, D. Pettersen, V.
Sgarzani, A. Ricci Chemistry-A. European Journal, 2007, 13, 29,
8338)

MeO

[a]p?® = +400 (¢ = 0.50 in CHsCl); 'H-NMR (400 MHz, CDCls3): 8.77
(d, J = 4.4 Hz, 1H), 8.12 (d, J = 9.6 Hz, 1H), 7.96 (dd, J=
7.6 Hz, 1.6 Hz, 1H), 7.91 (d, J = 4.4 Hz, 1H), 7.49 (dt, Jq =
8.6 Hz, J.= 1.4, 1H), 7.40 (dd, J = 9.2 Hz, 2.4 Hz, 1H), 7.18
(d, J = 2.4 Hz, 1H), 7.13 (dt, Ja= 6.5 Hz, J. = 1.4, 1H), 7.01
(d, J = 8.4 Hz, 1H), 6.96 (d, J = 6.4 Hz, 1H), 6.73 (d, J =
6.8 Hz, 1H), 6.27 (d, J = 12.0 Hz, 1H), 6.13-6.06 (m, 1H),

5.28-5.22 (m, 2H), 4.75 (d, J = 2.8 Hz, 1H), 4.73-4.69 (m, 1H),
4.01 (s, 3H), 3.93 (s, 3H), 3.74-3.67 (m, 2H), 3.61 (t, J =
12.4 Hz, 1H), 2.94-2.86 (m, 1H), 2.66-2.61 (m, 1H), 2.50-2.43
(m, 1H), 1.95-1.77 (m, 3H), 1.11-1.04 (m, 1H); C-NMR (100.6
MHz): 158.6, 158.2, 148.0, 144.3, 143.3, 136.4, 135.8, 132.7,
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132., 125.6, 122.0, 121.6, 120.6, 118.6, 115.5, 111.4, 100.6,
69.7, 64.1, 58.6, 56.0, 55.6, 53.9, 53.6, 38.6, 24.1, 24.5,
21.3; HRMS: m/z found [M-Br]"' 445.2482, C,gH33N,03 requires
445.2491.
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General procedure for the catalytic asymmetric addition

of dimethyl bromomalonate to styrylisoxazole (Table 2)

To a test tube equipped with a magnetic stirring bar, were
sequentially added the relevant styrylisoxazole la-k (0.10
mmol, 1.0 equiv), toluene (5.0 mL), catalyst 4b (2.63 mng,
0.005 mmol, 0.050 equiv) and dimethyl bromomalonate 2 (27 ulL,
0.20 mmol, 2.0 equiv). The test tube was placed at the stated

temperature (-37° C) then KsiPO; 50% w/w was added in one
portion (0.140 mL, 0.50 mmol, 5.0 equiv). The mixture was then

stirred vigorously and after the stated time the reaction was
quenched with NH4Cl sat. sol. (4 mL) and the product extracted
with toluene (3 x 1 mL). The combined organic phases were
evaporated 1IN vacuo and the residue was purified by flash
chromatography on silica gel eluting with petroleum

ether:EtOAc mixtures.

(+)-Dimethyl -2-(3-methyl-4-nitroisoxazol-5-yl)-3-
phenylcyclopropane-1,1-dicarboxylate (7a)

Me
N NO,
N,
COOMe
COOMe

Prepared following general procedure using 3-methyl-4-nitro-5-
styrylisoxazole la (23 mg, 0.10 mmol). Reaction time: 24 h.

Column chromatography (Solvents petroleum ether:EtOAc 9:1)

afforded 7a as a yellow oil (33.5 mg, 93% yield).

The ee of the product was determined by CSP-HPLC using a
Chiralpak AD column (Nn-hexane/i-PrOH 90:10, flow rate 1.0
mL/min, tpas = 14.95 min, tpin = 13.86 min, 89% ee); [a]p?® = +20
(c = 0.50 in CHCls); 'H-NMR (400 MHz, CDCl;): 7.34-7.30 (m, 5H),
4.26 (d, J = 8.4 Hz, 1H), 3.96 (d, J = 8.4 Hz, 1H), 3.74 (s,
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3H), 3.50 (s, 3H), 2.58 (s, 3H); 'C-NMR (100.6 MHz): 168.7,
166.4, 165.1, 156.1, 132.2, 128.7, 128.6, 128.4, 53.6, 53.2,
44.9, 36.4, 29.8, 26.4, 11.8; IR (NaCl) / cm*': 1744 s, 1515 s;
HRMS: m/z found [M+H]" 361.1021, C17H;7N,0; requires 361.1036.

(+)-Dimethyl -2-(4-methoxyphenyl)-3-(3-methyl-4-nitroisoxazol-
5-yl)cyclopropane-1,1-dicarboxylate (7b)

Me
~
% ) NO,
COOMe
COOMe
MeO
Prepared following general procedure using 5-(4-

methoxystyryl)-3-methyl-4-nitroisoxazole 1b (26 mg, 0.10 mmol).
Reaction time: 42 h. Column chromatography (Solvents petroleum
ether:EtOAc 9:1) afforded 7b as a yellow oil (38.7 mg, 99%
yield) .

The ee of the product was determined by CSP-HPLC using a
Chiralpak AD column (Nn-hexane/IPrOH 80:20, flow rate 1.0
mL/min, tp.; = 18.06 min, tup, = 14.31 min, 90% ee); [alp”’ = +23
(c = 0.55 in CHCls); 'H-NMR (400 MHz, CDClsz): 7.24-7.22 (m,
2H), 6.86-6.84 (m, 2H), 4.20 (d, J = 8.4 Hz, 1H), 3.90 (d, J =
8.4 Hz, 1H), 3.79 (s, 3H), 3.73 (s, 3H), 3.53 (s, 3H), 2.57
(s, 3H); C-NMR (100.6 MHz): 168.9, 166.5, 165.2, 159.6,
156.1, 129.8, 124.0, 114.1, 55.4, 53.6, 53.2, 45.0, 36.1,
29.8, 26.6, 11.8; IR (NaCl) / cm': 1742 s, 1518 s; HRMS: m/z
found [M+H]' 391.1135, C;igH1oN,0s requires 391.1141.

(+)-Dimethyl -2-(2,3-dichlorophenyl)-3-(3-methyl-4-

nitroisoxazol-5-yl)cyclopropane-1,1-dicarboxylate (7c)
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COOMe
COOMe

Cl

Prepared following general procedure using 5-(2,3-
dichlorostyryl)-3-methyl-4-nitroisoxazole 1lc (30 mg, 0.10
mmol) . Reaction time: 42 h. Column chromatography (Solvents
petroleum ether:EtOAc 9:1) afforded 7C as a yellow oil (42.4
mg, 99% yield).

The ee of the product was determined by CSP-HPLC using a
Chiralpak AD column (Nn-hexane/IPrOH 80:20, flow rate 1.0
mL/min, tpy = 10.98 min, tu, = 8.98 min, 91% ee); [aly’ = +20
(c = 1.00 in CHCls); 'H-NMR (400 MHz, CDCl;3): 7.46-7.43 (m,
1H), 7.22-7.21 (m, 2H), 4.29 (d, J = 8.4 Hz, 1H), 4.00 (d, J =
8.4 Hz, 1H), 3.76 (s, 3H), 3.58 (s, 3H), 2.58 (s, 3H); C-NMR
(100.6 MHz): 168.1, 165.8, 165.2, 156.2, 134.1, 133.6, 132.9,
130.6, 128.2, 127.3, 53.7, 53.5, 44.4, 35.8, 29.8, 27.2, 11.7;
IR (NaCl) / cm': 1754 s, 1518 s; HRMS: m/z found [M+H]'
429.0266, Cy17H15N,0,Cl, requires 429.0256.

(+)-Dimethyl -2-(2-chlorophenyl)-3-(3-methyl-4-nitroisoxazol-
5-yl)cyclopropane-1,1-dicarboxylate (7d)

Me
N~ NO,
N,
COOMe
COOMe

Prepared following general procedure using 5-(2-chlorostyryl) -
3-methyl-4-nitroisoxazole 1d (27 mg, 0.10 mmol). Reaction
time: 48 h. Column chromatography (Solvents petroleum
ether:EtOAc 9:1) afforded 7d as a yellow oil (35.8 mg, 91%

yield) .
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The ee of the product was determined by CSP-HPLC using a
Chiralpak AD column (Nn-hexane/#iPrOH 90:10, flow rate 1.0
mL/min, tpa; = 14.50 min, tp, = 12.97 min, 92% ee); [alp”® = +50
(c = 0.65 in CHCls); 'H-NMR (400 MHz, CDCls): 7.41-7.39 (m,
1H), 7.31-7.27 (m, 3H), 4.31 (4, J = 8.0 Hz, 1H), 4.01 (d, J =
8.4, 1H), 3.76 (s, 3H), 3.55 (s, 3H), 2.58 (s, 3H); "C-NMR
(100.6 MHz): 168.5, 166.0, 165.3, 156.2, 135.8, 130.6, 129.9,
129.8, 129.7, 126.9, 53.6, 53.3, 44.4, 35.4, 29.8, 26.9, 11.8;
IR (NaCl) / cm?*: 1730 s, 1533 s; HRMS: m/z found [M+H]"
395.0636, Ci17H16N20,C1l requires 395.0646.

(+)-Dimethyl 2-(4-fluorophenyl)-3-(3-methyl-4-nitroisoxazol-5-
yl)cyclopropane-1,1-dicarboxylate (7e)

Me
N7 NO,
A,
COOMe
COOMe

F

Prepared following general procedure using 5-(4-fluorostyryl)-
3-methyl-4-nitroisoxazole le (25 mg, 0.10 mmol). Reaction
time: 24 h. Column chromatography (Solvents petroleum
ether:EtOAc 9:1) afforded 7e as a yellow oil (37.4 mg, 99%
yield) .

The ee of the product was determined by CSP-HPLC using a
Chiralpak AD column (Nn-hexane/iIPrOH 80:20, flow rate 1.0
mL/min, tpa; = 12.32 min, tp, = 10.46 min, 87% ee); [alpy”’ = +10
(c = 0.72 in CHCls); 'H-NMR (400 MHz, CDCl;3): 7.32-7.29 (m,
2H), 7.05-7.01 (m, 2H), 4.22 (d, J = 8.4 Hz, 1H), 3.91 (4, J =
8.4 Hz, 1H), 3.74 (s, 3H), 3.53 (s, 3H), 2.57 (s, 3H); C-NMR
(100.6 MHz): 168.5, 166.3, 165.0, 162.7 (d, J = 247 Hz),
156.2, 130.4 (4, J = 8.0 Hz), 128.0 (d, J = 3.0 Hz), 115.8 (d,

J = 21 Hz), 53.7, 53.3, 44.9, 35.7, 31.7, 29.8, 11.7; IR
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(NaCl) / cm': 1754 s, 1526 s; HRMS: m/z found [M+H]" 379.0936,
C17H16N2O7F requires 379.0942.

(+)-Dimethyl 2-(3-methyl-4-nitroisoxazol-5-yl)-3-(thiophen-2-
yl)cyclopropane-1,1-dicarboxylate (7T)

Me
N~ NO,
o/
COOMe
COOMe

!

Prepared following general procedure using 3-methyl-4-nitro-5-
(2- (thiophen-2-yl)vinyl) isoxazole 1f (24 mg, 0.10 mmol) .
Reaction time: 42 h. Column chromatography (Solvents petroleum
ether:EtOAc 9:1) afforded 7f as a yellow oil (35.8 mg, 98%
yield) .

The ee of the product was determined by CSP-HPLC using a
Chiralpak AD column (Nn-hexane/iPrOH 90:10, flow rate 1.0
mL/min, tpa; = 16.38 min, tu, = 14.81 min, 87% ee); [alpy”’ = +13
(c = 0.58 in CHCls); 'H-NMR (400 MHz, CDCls): 7.24 (d, J = 0.8
Hz, 1H), 7.01-7.00 (m, 1H), 6.97-6.95 (m, 1H), 4.18 (d, J =
8.0 Hz, 1H), 3.99 (d, J = 8.0 Hz, 1H), 3.73 (s, 3H), 3.61 (s,
3H), 2.57 (s, 3H); 'C-NMR (100.6 MHz): 168.0, 166.1, 164.8,
156.1, 134.8, 127.5, 127.1, 12¢.3, 53.7, 53.4, 45.3, 31.3,
29.8, 28.2, 11.7; IR (NaCl) / cm*: 1734 s, 1549 s; HRMS: m/z
found [M+H]" 367.0582, Ci5Hi5N,04S requires 367.0600.
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(+)-Dimethyl 2-(furan-2-y1)-3-(3-methyl-4-nitroisoxazol-5-
yD)cyclopropane-1,1-dicarboxylate (79)

Me
N= NO,
N,
COOMe
COOMe

ch

Prepared following general ©procedure using 5-(2-(furan-2-
yl)vinyl)-3-methyl-4-nitroisoxazole 19 (22 mg, 0.10 mmol).
Reaction time: 42 h. Column chromatography (Solvents petroleum
ether:EtOAc 9:1) afforded 7g as a yellow oil (34.8 mg, 99%
yield) .

The ee of the product was determined by CSP-HPLC using a
Chiralcel OD column (n-hexane/IPrOH 90:10, flow rate 1.0
mL/min, tp.; = 23.55 min, tm, = 15.32 min, 86% ee); [alpy”’ = +24
(c = 0.53 in CHCl3); lH-NMR (400 MHz, CDClsz): 7.35-7.34 (m,
1H), 6.35-6.33 (m, 2H), 4.11 (4, J = 8.0 Hz, 1H), 3.84 (d, J =
7.6 Hz, 1H), 3.71 (s, 3H), 3.68 (s, 3H), 2.57 (s, 3H); "C-NMR
(100.6 MHz): 167.8, 166.0, 165.0, 156.1, 1l46.6, 143.0, 111.0,
109.5, 53.7, 53.5, 43.7, 29.8, 29.3, 26.5, 11.7; IR (NaCl) /
cm™': 1734 s, 1518 s; HRMS: m/z found [M+H]" 351.0820, CisH;sN,Oq

requires 351.0828.

(+)-Dimethyl 2-(2-methoxyphenyl)-3-(3-methyl-4-nitroisoxazol-
5-yl)cyclopropane-1,1-dicarboxylate (7h)

Me

-Z

“N,—NO,
/

O

COOMe
COOMe

¢¢
Chron

Prepared following general procedure using 5-(2-

methoxystyryl)-3-methyl-4-nitroisoxazole 1lh (26 mg, 0.10 mmol).
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Reaction time: 72 h. Column chromatography (Solvents petroleum

ether:EtOAc 9:1) afforded 7h as a yellow oil (37.8
yield) .
The ee of the product was determined by CSP-HPLC

mg, 97%
using a

Chiralcel OD column (n-hexane/i-PrOH 95:5, flow rate 0.50

mL/min, tmny = 39.46 min, tpin = 29.21 min, 96% ee);
+5.0 (c = 0.31 in CHCls); !H-NMR (400 MHz, CDCls):
(m, 1H), 7.18-7.16 (m, 1H), 6.94-6.90 (m, 1H), 6.87

(o]0 =

7.31-7.27
(d, J =

8.4 Hz, 1H), 4.23 (d, J = 8.4 Hz, 1H), 3.94 (d, J = 8.4 Hz,

1H), 3.83 (s, 3H), 3.73 (s, 3H), 3.51 (s, 3H), 2.58

(s, 3H);

13C-NMR (100.6 MHz): 169.3, 166.6, 165.6, 158.7, 156.1, 129.7,

129.2, 129.0, 128.4, 120.9, 110.5, 55.7, 53.5, 53.

0, 44.4,

32.9, 26.7, 11.8; IR (NaCl) / cm*: 1734 s, 1518 s; HRMS: m/z

found [M—H]_ 389.0966, C1gH17N20g requires 389.0985.

(+)-Dimethyl 2-(2-bromophenyl)-3-(3-methyl-4-nitroisoxazol-5-

yD)cyclopropane-1,1-dicarboxylate (71)

Me
N= NO,
o4
COOMe
COOMe

¢¢
oo

Prepared following general procedure using 5-(2-bromostyryl)-

3-methyl-4-nitroisoxazole 11 (31 mg, 0.10 mmol). Reaction
time: 45 h. Column chromatography (Solvents petroleum
ether:EtOAc 9:1) afforded 71 as a yellow oil (43.4 mg, 99%
yield) .

The ee of the product was determined by CSP-HPLC using a
Chiralpak AD column (N-hexane/iI-PrOH 90:10, flow rate 1.0
mL/min, tma; = 16.78 min, tgin = 15.22 min, 93% ee); [alpy”’ =

+1.0 (c = 0.62 in CHCls3); !H-NMR (400 MHz, CDCli): 7.60-7.58

(m, 1H), 7.33-7.26 (m, 2H), 7.23-7.18 (m, 1H), 4.31
8.4 Hz, 1H), 3.99 (d, J = 8.6 Hz, 1H), 3.76 (s, 3H),

(d, J =
3.55 (s,
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3H), 2.58 (s, 3H); 'C-NMR (100.6 MHz): 168.4, 165.9, 165.2,
156.2, 133.0, 132.3, 130.0, 130.0, 127.5, 125.8, b53.6, 53.3,
44 .6, 37.6, 27.2, 11.8; IR (NaCl) / cm*: 1738 s, 1522 s; HRMS:
m/z found [M-H] ™ 436.9993, C;7H14N,0,Br requires 436.9984.

(+)-Dimethyl 2-(2,4-dimethoxyphenyl)-3-(3-methyl-4-
nitroisoxazol-5-yl)cyclopropane-1,1-dicarboxylate (7))

Me

NO,
/)

-Z
273

COOMe
COOMe

J:
QOMe

MeO

Prepared following general procedure using 5-(2,4-
dimethoxystyryl)-3-methyl-4-nitroisoxazole 1] (29 mg, 0.10
mmol) . Reaction time: 72 h. Column chromatography (Solvents
petroleum ether:EtOAc 85:15) afforded 7J as a yellow oil (39.1
mg, 93% yield).

The ee of the product was determined by CSP-HPLC using a
Chiralcel OD column (n-hexane/i1-PrOH 80:20, flow rate 0.75
mL/min, tma; = 23.57 min, tm, = 20.01 min, 94% ee); [a]py?’ =
+4.0 (c = 0.36 in CHCl;); 'H-NMR (400 MHz, CDCl3): 7.08-7.05
(m, 1H), 6.44-6.42 (m, 2H), 4.18 (d, J = 8.4 Hz, 1H), 3.87 (d,
J = 8.4 Hz, 1H), 3.80 (s, 3H), 3.79 (s, 3H), 3.72 (s, 3H),
3.54 (s, 3H), 2.57 (s, 3H); C-NMR (100.6 MHz): 169.4, 166.7,
165.6, 161.1, 159.7, 156.1, 129.5, 113.2, 104.0, 98.6, 55.7,
55.5, 53.4, 53.1, 44.4, 32.7, 29.8, 26.7, 11.8; IR (NaCl) / cm
L. 1734 s, 1510 s; HRMS: m/z found [M-H]  419.1109, Ci9H;9N,0q

requires 419.1091.

(+)-Dimethyl 2-hexyl-3-(3-methyl-4-nitroisoxazol-5-
yD)cyclopropane-1,1-dicarboxylate (7k)
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Me
N= NO,
o4
COOMe
COOMe

\V/\J/\f
Prepared following general procedure using 3-methyl-4-nitro-5-
(oct-1l-en-1-yl)isoxazole 1K (23 mg, 0.10 mmol). Reaction time:
60 h. Column chromatography (Solvents petroleum ether:EtOAc
95:5) afforded 7k as a colourless oil (36.4 mg, 99% yield).
The ee of the product was determined by CSP-HPLC using a
Chiralpak AD column (Nn-hexane/i-PrOH 95:5, flow rate 1.0
mL/min, tpy = 6.26 min, tpin = 7.49 min, 84% ee); [a]p?® = +7.0
(c = 0.32 in CHCl3); 'H-NMR (400 MHz, CDCls): 3.83-3.82 (m,
4H), 3.65 (s, 3H), 3.55 (4, J = 7.6 Hz, 1H), 2.53 (s, 3H),
1.64-1.58 (m, 2H), 1.49-1.40 (m, 2H), 1.34-1.24 (m, 6H), 0.89-
0.85 (m, 3H); '“C-NMR (100.6 MHz): 169.4, 166.8, 166.5, 165.1,
156.0, 54.1, 53.4, 43.2, 41.7, 33.1, 31.7, 28.8, 28.1, 27.2,
22.6, 14.1, 11.7; IR (NacCl) / cmt: 1750 s, 1526 s; HRMS: m/z
found [M-H]  367.1512, Ci17H23N20; requires 367.1505.

(+)-Dimethyl 2-(2,3-dihydrobenzo[b][1,4]dioxin-6-yl)-3-(3-
methyl-4-nitroisoxazol-5-yl)cyclopropane-1,1-dicarboxylate
@)
Me
N~ NO
ol
COOMe
COOMe
s
o/

Prepared following general procedure using 5-(2-(2,3-
dihydrobenzo[b] [1,4]dioxin-5-yl)vinyl)-3-methyl-4-
nitroisoxazole 1l (29 mg, 0.10 mmol). Reaction time: 48 h.
Column chromatography (Solvents petroleum ether:EtOAc 8:2)
afforded 71 as a yellow oil (39.8 mg, 95% yield).
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The ee of the product was determined by CSP-HPLC using a
Chiralpak AD column (Nn-hexane/iPrOH 80:20, flow rate 1.0
mL/min, tp.; = 18.58 min, tp, = 23.14 min, 90% ee); [alp”® = -23
(c = 0.88 in CHCls); 'H-NMR (400 MHz, CDCls): 6.82-6.75 (m, 3H),
4.23 (s, 4H), 4.15 (4, J = 8.0 Hz, 1H), 3.84 (d, J = 8.0 Hz,
1H), 3.72 (s, 3H), 3.58 (s, 3H), 2.56 (s, 3H); "“C-NMR (100.6
MHz): 168.8, 166.4, 165.2, 156.1, 143.7, 143.6, 125.4, 125.2,
121.5, 117.6, 117.5, 64.4, 64.4, 53.6, 53.3, 44.9, 36.0, 26.7,
11.7; IR (NaCl) / cmt: 1742 s, 1522 s; HRMS: m/z found [M+H]'

419.1078, CigH19N,09 requires 419.1091.
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General procedure for the oxidation and successive
methylation with trimethylsilyl diazomethane of cyclopropanes
7a and 7b.

To a solution of cyclopropane 7 (a, b) (0.1 mmol) in THF
(1.0 mL) was added dropwise a solution of KMnO; in H0
Acetone (3.5 :1 ). The reaction mixture was stirred for 1 h at
room temperature and then a Na,SO; saturated solution (10 mL)
was added to destroy the excess of KMnO4: the formation of a
brown precipitate was observed (MnO;). The mixture was then
acidified with HCl1 6 M until pH = 3. At this point it was
noted that the solution became clear. The mixture was then
extracted with DCM (3 x 1mL) and the combined organic phases
were evaporated. The crude (assumed 0.1 mmol) was then
dissolved in diethyl ether : MeOH (9 : 1, 1 mL) and treated
with trimethylsilyl diazomethane (0.6 mmol, 95 pl) added drop-
wise until the formation of bubbles ceased. The mixture was
filtered through a small silica plug end evaporated. The
product was then purified by chromatography on silica gel

using dichloromethane as the eluent.

(+)-Trimethyl 3-phenylcyclopropane-1,1,2-tricarboxylate 8a.

MeOOC_ ,COOMe

PR 'COOMe

Following the general procedure compound 8a was obtained as a
pale vyellow o0il (18 mg, 60% for two steps). The ee of the
product was determined by HPLC using a Chiralpak AD column (Nn-
hexane/IPrOH 80:20, flow rate 1.0 mL/min, tpay = 8.76 min, tpin
= 5.77 min, 85% ee); 'H-NMR (400 MHz, CDC13): 7.18 (m, 5H),
3.71 (s, 3H), 3.66 (s, 3H), 3.54 (d, J = 7.6 Hz, 1H), 3.38 (s,
38), 3.15 (d, J = 7.6 Hz, 1H); '“C-NMR (100.6 MHz): 169.68,
166.58, 165.75, 132.92, 128.67, 128.49, 127.93, 53.32, 53.02,
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52.75, 44.18, 36.22, 31.05; m/z

requires 293.1025.

found [M+H]" 293.112, Ci5H170¢

(+)-trimethyl 3-(4-methoxyphenyl)cyclopropane-1,1,2-

tricarboxylate 8b.

MeOOC_ ,LCOOMe

OH,C

COOCH,

Following the general procedure compound 8b was obtained as a

pale yellow o0il (20 mg, 62%

product was determined by HPLC using a Chiralpak AD column

hexane/1PrOH 80:20,
87% ee);
(d, J = 8.4 Hz,
3.58 (d, J =
7.6 Hz, 1H);
129.77,
35.74,

8.66 min, TH-NMR
2H), 6.8

3H),

(400
Hz,
3.75
J
159.21,
44 .21,

(s,
1C-NMR
124.717,
31.20;

113.860,
m/z

requires 323.1131.

(+)-3-Phenyl-cyclopropane-1,1,2-tricarboxylic

ester 10.

MeOOC

Q.
I

"H-NMR
(d, J
(100.60 MHz) :
53.4, 53.1,
C14H150¢ requires 279.0869.

(400 MHZz,

1H),
174.9,
44.7,

CDC13) :
3.50
166. 3,
36.6,

7.2, (s, 3H),

30.8;

for two steps).

flow rate 1.0 mL/min,

2H),

7.6 Hz,

(100.6 MHz) :

found

7.33-7.25

165.5,

The ee of the
(n-
= 20.64 min,
7.17 (4, J
3.78

(s, 3H),

169.74, 166.66,
53.28, 53.05,
323.1102,

Emin
8.4
(s, 3H),
3.21 (d,
165.82,
52.72,
C16H1907

tmaj

CDC13) :
3H),

MHz,
3.81
1H),

(s,

3.50

55.34,
[M+H] "

acid dimethyl

COOMe

COOH

5H), 3.81 (s, 3.66
3.25 (d, J 7.2, 1H), PC-NMR
132.6, 128.7, 128.6, 128.1,

279.0894,

(m, 3H),

m/z found [M+H]?
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HPLC Data
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Softwars Version o B8.3.1.0604 Date o 140462011 16:03:18
Operator I manager Sample Mame : CDET
Sample Mumber ] Study -
AutoSampler : SER200 Rack!\ial |
Instrument Mame : PerkinElmer LC Channel : B
Instrument Serial # : Mone AD mV Range : 1000
Delay Time o 0.00 min End Time : 40.00 min
Sampling Rate : 22727 pisis
Sample Volurme : 1.000000 ul )
Sample Amount : 1.0000 Area Reject - D.0ooCon
Data Acquisition Time : DS/02/2011 12:12:32 g';rj"“ Factor : :-GD

2 g

Raw Data File : CATOTALCHROM DATA\Results\Claudia\CDETCOSTE 10%. 1ml.40minS.001 raw

Result File : CATOTALCHROM DATA\Results\Claudia\CDS7CD57B10%. 1ml 40minB.001.rst [Editing in Progress)
Inst Method : CATOTALCHROM DATAWMethods'B10%-1mL-40min from CATOTALCHROM
DATA\Results\ClaudiaWCDETCOETE10%. 1ml 40minB.001. raw

Proc Method : CATOTALCHROM DATAWMethods\B10%- 1mL-40min from CATOTALCHROM
DATA\Resulis\ClawdiaVCD57CD57B10%. 1ml 40minB.001 .rst [Editing in Progress]

Calib Methed : C\TOTALCHROM DATA\MethodsiE10%-1mL-40min from CATOTALCHROM
DATA\Resulis\ClawdiatVCD57CD57B10%. 1ml 40minB.001 rst [Editing in Progress]

Report Format File: C\PenBEx\ TeW S\Werd 3. 14 ConfigiUsermanager Default.rpt

Sequence File : CATOTALCHROM DATA\SequencesWCDET-B10%. 1ml40min-..seg

DEFAULT REPORT

Peak Component Time Area Height Area  Morm. Area  Cal Wolt BL Raw  Adjusted
# Mame [rmiin] [uv*sec] [u] [%8] [%&] Range Range Amount  Amount
1 13.860 758307.00 3272920 558 .59 'MM 07563 0.7563

2 14,845 12775120.70 485119.54 54.41 2441 MM 127751 127751
13531427.70 488348.74 100.00 100.00 13.5314 13.5314

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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Softwars Version o 8.3.1.0504 Date o 140402011 15:50:04
Operator : manager Sample Name : CD&7 Racemate
Sample Mumber ] Study -
AutoSampler : SER200 Rackivial - V3
Instrument Mame : PerkinElmer LC Channsl DA
Instrument Serial #  © Mone A/D mV Range : 1000
Delay Time : 0.00 min End Time : 18.57 min
Sampling Rate : 22727 pisis
Sample Volume - 1.000000 ul )
Sample Amount o 1.0000 'ﬁ'!'ea_RE-'E"ﬁ * D.000Con
Data Acquisition Time : 041272010 17:57-18 g'}g'““ Factor : ;-GD
g g

Faw Data File : CHTOTALCHROM DATA\Results\Claudia\CDET Racemate.ad B10%. 1ml A.DD3 . raw
Result File : CATOTALCHROM DATA\Results\LClaudisVCOET Racemate ad B10%. 1ml.A 003.rst
[Editing in Progress] Inst Method : CATOTALCHROM DATA\Methods\B10%-1mL-120min from
CATOTALCHROM DATAResults\Claudia\CD5T Racemate.ad. B10%. 1l ADD3 raw

Proc Method : CATOTALCHROM DATA\Methods\B10%- 1mL-120min from CATOTALCHROM
DATA\Resulis\ClaudiatCD57 Racemate ad B10%. 1ml_A.003.rst [Editing in Progress]

Calib Method : CATOTALCHROM DATA\MethodsiB10%-1mL-120min from CATOTALCHROM
DATA\Resulis\ClaudiatCD57 Racemate ad.B10%. 1ml.A.003.rst [Editing in Progress]

Report Format File: C:\PenExe\TeW S'Werf 3. 1\ConfigiUserimanageriDefault.rpt

Sequence File : CATOTALCHROM DATA\SequencesiCDET racemate ad. B10%. 1ml.-.seq

DEFAULT REPORT

Peak Component Time Area Height Area Morm. Area Cal.  Volt  BL Raw  Adjusted
# Mame [rmiin] [uv"sec] [ui] [%&] [%6] Range Range Amount Amount
1 13.112 184828712 85408570 48.71 48.71 MM 18483 18462

2 14,435 186801287 70089348 &0D.28 50.28 MM 18880 1.9880
3015280808 160158.19 100.00 100.00 38153 38153

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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Software Version : B.3.1.0504 Date : 14042011 16:33:46
Operator : manager Sample Name : CDB0 second
Sample Number ] Study -

AutoSampler : SER200D Rack/Vial oM
Instrument Mame : PerkinElmer LC Channel : B
Instrument Serial # : Mone AMD mV Range : 1000

Delay Time : 0.00 min End Time : 28.88 min
Sampling Rate 1 22727 ptsis

Sample Volume : 1.000000 ul .

Sample Amount : 1.0000 Area Reject : [.0ooooo
Data Acquisition Time : 12/04/2011 17:52:14 2::‘;“” = :-“”

Raw Data File : C\TOTALCHROM DATA\Results\Claudia\CDE0 secondCDED second.ad. B20%. 1ml.B.001.raw

Result File : CATOTALCHROM DATA\Results\Claudia results\CDE0 second CDE0 second.ad B20%. 1ml.B_001.rst [Editing in Progress]
Inst Methed : C\TOTALCHROM DATAWethods\E20%-1.0mL.20min from CATOTALCHROM DATA\Results\Claudia\CDE0D secondCDE0
second.ad.B20%. im[.B.00D1.raw

Proc Method : CATOTALCHROM DATAWMethods'\BZ0%-1.0mL.30min from CATOTALCHROM DATA\Results\Claudia results\CDA0
second C0E0 second.ad. B209%.1m1.B.001.rst [Editing in Progress]

Calib Method : CATOTALCHROM DATA\Methods\B20%-1.0mL.30min from CATOTALCHROM DATA\Results\Claudia resultsWCDED
second C0E0 second.ad. B209%.1m1.B.001.rst [Editing in Progress]

Report Form at File: C:\PenExel\TeW 5Werll. 3. 'ConfigiUsermanageriDefault.rpt

Sequence File : CATOTALCHROM DATA\Sequences\CDE0 second-.ad B20%. 1ml.-..seq

DEFAULT REPORT

Peak Component Time Area Height Area Morm. Area Cal Velt BL Raw  Adjusted
= MHame [min] [uv"sec] [uWv] %] [9&] Range Range Amount Amount
1 14307 B06631.17 2768833 518 5.18 MM 08063 02086

2 18.062 1475311660 328002.78 ©4.82 2482 MM 147531 147531
1555974777 425701.12 100.00 100.00 15.55087 15.5507

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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Software Version : B.3.1.0504 Date o 2IVD4MZ011 12:28:38
Operator I manager Sample Name : CD10MAsecond
Sample Number ] Study -

AutoSampler : SER200 Rack/Vial > oM

Instrument Mame : PerkinElmer LC Chamnel B

Instrument Serial # : Mone AD mV Range : 1000

Delay Time : D.00 mim End Time : 28.98 min
Sampling Rate 1 22727 ptsls

Sample Volume : 1.000000 ul .

Sample Amount : 1.0000 ArEﬂ_REjECl - D.cooooo

Data Acquisition Time : 13/04/2011 10:27:01 g:zlt:’" R :-““

Raw Data File : CATOTALCHROM DATA\Results\Claudia'CD100AsecondCD100Asecond ad. B20%. 1ml.B.00 1.raw
Result File : CATOTALCHROM DATA\Results\Claudia results\CD100AsecondCD100Asecond. ad B20%. 1ml.B.001.rst [Editing in
Progress]

Inst Method : CA\TOTALCHROM DATAMethods'\B20%-1.0mL._30min from CATOTALCHROM
DATA\Results\Claudia\CD100AsecondCD 1 00Asecond.ad . B20%. 1ml.B.0D01 raw

Proc Methed : CATOTALCHROM DATAWethods\B20%-1.0mL.30min from CATOTALCHROM DATA\Results\Claudia
results\C D 100AsecondCD 100Asecond.ad. B20%_ 1ml.B.00 1 _rst [Editing in Progress]

Calib Method : CATOTALCHROM DATA\Methods\B20%-1.0mL.30min fram CATOTALCHROM DATA\Results\Claudia
results\C D 100AsecondCD 100Asecond. ad. B20%_ 1ml.B.00 1. rst [Editing in Progress]

Report Ferm at File: C:\PenExe\TeW 5\Werl 3. 1\Config\Userimanager\Default.rpt

Sequence File : CATOTALCHROM DATASequences\CD100Asecond-.ad B20%_1ml.-__seq

DEFAULT REPORT

Peak Component Time Area Height Area Morm. Area Cal. Wolt BL Raw  Adjusted
= Mame [min] [uv™sec] [u'] [%&] [%&] Range Range Amount Amount
1 13.483 202887327 108981.01 50.44 50.44 MM 20280 20280

2 16,874 2877244 27 B4670.65 40.56 49568 "MM 28772 28772
5806117.54 183632.56 100.00 100.00 5.8081 5.8081

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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Software Version : 6.3.1.0504 Date o 140042011 16:37:02
Owperator I manager Sample Name : CD81
Sample Number - Study -
AutoSampler : SER200D RackiVial : oM
Instrument Mame : PerkinElmer LC Channel ;B
Instrument Serial # : None AD mV Range : 1000
Delay Time : 0.00 min End Time : 28.99 min
Sampling Rate : 22727 ptsls
Sample Volume : 1.000000 ul i
Sample Amount : 1.0000 Area Reject : D.oooooo
Data Acquisition Time : 07/02/2011 17:52:23 g"”r'“‘” Factor : :-U“

yle =

Raw Data File : CA\TOTALCHROM DATA\Results\Claudia\COE1C D61 .ad. B20%. Tml.20minB.001.raw

Result File : CATOTALCHROM DATA\Results\Claudia\CDE1CD4E1.ad.B20%. 1ml.30minB. 00 1.rst [Editing in Progress]
Inst Method : CA\TOTALCHROM DATAWethods\B20%-1.0mL_30min from CATOTALCHROM
DATAVResults\Claudis\CDE1C0DE1 .ad B20%._ 1m 1. 30minB.001 . raw

Proc Methed : CATOTALCHROM DATAWethods\B20%-1.0mL.30min from CATOTALCHROM
DATA\Results\Claudia\CDB1CDGE1.ad. B20%_1ml.30minB_001 .rst [Editing in Progress]

Calib Methed : CATOTALCHROM DATA\Methods\B20%-1.0mL.30min from CATOTALCHROM
DATA\Results\Claudia\CDE1CDGE1.ad. B20%_1ml.30minB.001 .rst [Editing in Progress]

Report Format File: C:\PenBExeliTeW 5\Werfl. 3. 1\Configillserimanager\Default.rpt

Sequence File : CATOTALCHROM DATA\SequencesiCDE1-.ad. B20% . 1ml.30min-..seq

DEFAULT REPORT

Peak Component Time Area Height Area Morm. Area Cal. Volt BL Raw  Adjusted
= Mame [min] [uV"sec] [u'v] [%] [%&] Range Ramge Amount Amount
1 8979 34253840 2099423 460 4.G60 "MM  D0.3425 03425

2 10.878 7105581.83 328210088 8540 05.40 MM 71056 7.1058
74428100.32 350205.21 100.00 100.00 74481 744

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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Page 1 of 1
Software Version : 6.3.1.0504 Date o 14/04/2011 16:38:38
Crperator I manager Sample Name : CD 81 Racemate
Sample Mumber : Study :
AutoSampler : SERZ00 Rack/Vial ]
Instrument Mame : PerkinElmer LC Channel A
Instrument Serial # : Mone AD mV Range : 1000
Delay Time : 0.00 min End Time : 24.80 min
Sampling Rate : 22727 pisls
Sample Volume : 1.000000 ul .
Sample Amount : 1.0000 Area Reject - D.0o0o0O
Data Acquisition Time : 23/01/2011 18:48:21 g::lt:’" SR, g :-UD

Raw Data File : CATOTALCHROM DATA\Results\Claudia'CD&1 Racemate.ad. B20%. 1m LA DD raw
Result File : CATOTALCHROM DATA\Results\Claudia\CDE1 Racemate.ad. B20%. 1ml.A D3 rst [Editing
in Progress] Inst Method : CATOTALCHROM DATAWMethods\B20%- 1mL-120min from
CATOTALCHROM DATA\Results\ClaudialCD31 Racemate.ad.B20%. imLA.D03. raw

Proc Method : CATOTALCHROM DATAWMethodsiB20%-1mL-120min.mth from CATOTALCHROM
DATA\Results\Claudia\CDE81 Racemate.ad. B20%. 1ml.A.003.rst [Editing in Progress]

Calib Method : CATOTALCHROM DATA\Wethods\B20%-1mL-120min.mth from CATOTALCHROM
DATA\Results\Claudia\C D81 Racemate.ad. B20%. 1ml A.003 rst [Editing in Progress]

Report Fermat File: CATOTALCHROM DATA\Methods\default.rpt

Sequence File : CTOTALCHROM DATA\SequencesiCDE1 Racemate. ad. B20%. 1ml.-_.seq

DEFAULT REPORT

Peak Time Area Height Area Morm. Area BL Area/Height
#  [min] [Wv-5] (kW] [%6] [%] =]
1 B.353 0546058.10 415182.25 5048 50.48 "MM 15.7675
2 10.078 ©6422218.08 336283.39 48952 42.52 "MM 18.0976
12968286.16 751445.64 100.00 100.00

Missing Gomponent Report
Component Expected Retention (Calibration File)

All components were found
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Software Version : B.3.1.0504 Date o 14/04/2011 16:41:48
Operator I manager Sample Name : CD83
Sample Number ] Study -
AutoSampler : SER200 RackVial ;oM
Instrument Mame : PerkinElmer LC Channel : B
Instrument Serial # : None AD mV Range : 1000
Delay Time - 0.00 min End Time : 40.00 min
Sampling Rate : 22727 ptsis

Sample Volume : 1.000000 ul .

Sample Amount - 1.0000 'ﬁ'fea,R'Ej'ECl - 0.000000
Data Acquisition Time : 11/02/2011 11:41:58 g:zr:’“ = :-”D

Raw Data File : CATOTALCHROM DATA\Results\ClaudiaWCD3CDE3.ad B10%. 1ml-40minB.001.raw

Result File : CNTOTALCHROM DATA\Results\Claudia results\CD83CDE3.ad . B10%. iml.40minB.001.rst [Editing in Progress]
Inst Method : CA\TOTALCHROM DATAWethods\B 10%-1mL-40min from CATOTALCHROM
DATAIResults\Claudia\CDA3CDE3.ad.B10%. 1m L. 40minB.001.raw

Proc Methed : CATOTALCHROM DATAWMethods\B 10%-1mL-40min from CATOTALCHROM DATA\Results\Claudia
results\CDE3ICDE3_ad. B10%. 1ml.40minB.001.rst [Editing in Progress]

Calib Method : CATOTALCHROM DATA'Methods'\B10%-1mL-40min from CATOTALCHROM DATA\Results\Claudia
results\CDE3ICDE3_ad. B10%. 1ml.40minB.001.rst [Editing in Progress]

Report Fermat File: C:\PenExe\TeW S5Werf. 3. 1\Config\Userimanager\Default.rpt

Sequence File : CATOTALCHROM DATA\Sequencesiblank-.ad B10%.1ml.40min-..seq

DEFAULT REPORT

Peak Component Time Area Height Area Morm. Area Cal Volt BL Raw  Adjusted
= Mame [min] [uv"sec] [uv] [%a] [96] Range Range Amount Amount
1 12.873  G688918.77 30818.51 4.08 4.08 ‘MM D.6888  D.G6BE0

2 14.488 16430062801 590314.32 05891 8581 ‘MM 16.4307 16.4307
17130587.78 621132.83 100.00 100.00 17.1306 17.1308

Missing Gom ponent Report
Com ponent Expected Retention (Calibration File)

All components were found
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Software Version : B.3.1.0504 Date : 14/04/2011 16:43:08
Operator . manager Sample Name : CD83 Racemate
Sample Number ; Study ;

AutoSampler : SER200 RackVial > oM

Instrument Mame : PerkinElmer LC Channel : B

Instrument Serial # : Mone A/D mV Range : 1000

Delay Time : 0.00 min End Time : 31.88 min
Sampling Rate 1 22727 ptsis

Sample Volume : 1.000000 ul .

Sample Amount - 1.0000 Area Reject : D.ooonooo

Data Acquisition Time : 17/12/2010 16:48:03 g;'r‘;’:““ e :-D”

Raw Data File : C:A\TOTALCHROM DATA\Results\Claudia\CDE2 Racemate.ad.B10%. 1ml.B.0D1.raw
Result File : CATOTALCHROM DATA\Results\Claudia\CDE3 Racemate ad.B10%.1ml.B.001.rst [Editing
in Progress] Inst Methed | CA\TOTALCHROM DATAWethods\B10%-1mL-120min from
CATOTALCHROM DATA\Results\Claudia\CDA3 Racemate.ad B10%. imLB.O01 .raw

Proc Methed : CATOTALCHROM DATA\Methods\B 10%-1mL-120min from CATOTALCHROM
DATA\Results\Claudia\CDE3 Racemate.ad.B10%. 1ml.B.00 1 rst [Editing in Progress]

Calib Methed : CATOTALCHROM DATA'\Methods'B10%-1mL-120min from CATOTALCHROM
DATA\Results\Claudia\CDE3 Racemate.ad.B10%. 1ml.B.00 1 rst [Editing in Progress]

Report Fermat File: C:\PenExe\TeW SiWerfl. 3. 1'\ConfigiUserimanageriDefault.rpt

Sequence File : CATOTALCHROM DATA\SequencesiCDE3 Racemate.ad.B10%. 1ml.-..seq

DEFAULT REPORT

Feak Component Time Area Height Area Morm. Area Cal Volt BL Raw Adjusted
= Mame [min] [uV"sec] [u] ] %] Range Range Amount Amount
1 12.429 124742165 5417383 572 50.72 MM 1.2474 12474

2 13.804 1212188.21 4775072 4028 42.28 MM 12122 12122
2459610.87 101933.72 100.00 100.00 24506 24500

Missing Com ponent Report
Com ponent Expected Retention {Calibration File)

All components were found
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Software Version : B.3.1.0504 Date : 14/04/2011 18:46:51
Operator : manager Sample Name : CDB&4

Sample Number ¢ Study -

AutoSampler : SER200 Rachkial ;oM

Instrument Name : PerkinElmer LC Channel - B

Instrument Seral # : Mone AD mV Range : 1000

Delay Time : 0.00 min End Time : 20.99 min

Sampling Rate : 22727 ptsis

Sample Volume : 1.000000 ul ]

Sample Amaount : 1.0000 Ares Reject: 0.000000

Dilution Factor: 1.00
Cyecle: 1

Raw Data File : CATOTALCHROM DATAIResults\ClaudiaVCDE4CDES. ad B20%. 1ml.30minB.001-20110211-140844 raw
Result File : CTOTALCHROM DATA\Results\Claudia results\CDE4C064 ad B20%. 1ml.30minB.001-20110211-14434 2 rst [Editing in
Progress]

Inst Method : CATOTALCHROM DATA\Methods'B20%-1.0mL.30min from CATOTALCHROM
DATA\Results\ClaudisWCDE4C0E4 ad B20%.1ml.30minB.001-20110211- 140244 raw

FProc Method : CATOTALCHROM DATAMethods\B20%-1.0mL. 30min from CATOTALCHROM DATAResults\Claudia
results\CDE4C 064 _ad B20%. 1ml.30minB _001-20110211-144342 rst [Editing in Progress]

Calik Method : CATOTALCHROM DATA\Methods'\B20%-1.0mL_30min from CATOTALCHROM DATA\Results\Claudia
results\CDE4C 084 _ad B20%. 1ml.30minB _001-20110211-144342 rst [Editing in Progress]

Report Format File: C:PenExe\ToWSWerG. 3. 1\ConfigiUsermanagenDefault.rpt

Seqguence File : C\TOTALCHROM DATA\SeguencesiCDE4-.ad. B20%. 1ml.30min-_seq

Cata Acquisition Time @ 11022011 14:08:34

DEFAULT REPORT

Peak Component Time Area Height Area Morm. Area Cal VaoltBL Raw Adjusted
#Mame [rmim] [uv"sec] [uv] [2&] [*]Range Range Amount Amount
1 10450 ©18B828.38 4018842 G682 .62 "MM 0.8188 D.D18B
2 12320 1285653455 54022836 8338 93.38 *MM 128565 12,8565

13875302.804 58041478 100.00 100.00 13.8754 13.8754

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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Software Version : B.3.1.0504 Date : 14/04/2011 16:48:55
Operator : manager Sample Name : CDE4 Racemate
Sample Mumber : Study +

AutoSampler : SER200 RackMial o Di4

Instrument Mamse : PerkinElmer LC Channel - A

Instrument Serial # : Mone AD mY Range : 1000

Delay Time : 0.00 min End Time : 15.33 min

Sampling Rate : 22727 pisis

Sample Volume : 1.000000 ul "

Sample Amount - 1.0000 Area Reject 0.000000

B ; ! R Dilution Factor : 1.04

Dl e Tien Ot Tal MHA BT iR uite\Claudia\CDB4 Racapsne. 20.B20%. 1mlA 004 raw
Result File : CATOTALCHROM DATA'\Results\Claudia\CDE4 Racemate.ad.B20%. Tml.A.DD4.rst
Inst Method - CATOTALCHROM DATAMethods\B20%-1mL-120min from CATOTALCHROM

DATA\Results\Claudia\CDE4 Racemate.ad.B20%. 1ml.A. 004 raw

Proc Method : CITOTALCHROM DATA\Methods\B20%-1mlL-120min.mth from CATOTALCHROM

DATA\Results\Claudia\CDE4 Racemate.ad B20%. 1mlA 004, rst [Editing in Progress]

Calib Methed - CATOTALCHROM DATAWMethods\B 20%- TmL-120min.mth fram CATOTALCHROM

DATA\Results\Claudia\CDE4 Racemate.ad B20%. 1mlA 004, rst [Editing in Progress]

Report Format File: C:ITOTALCHROM DATAMethods\default rpt

Sequence File - CATOTALCHROM DATA\Sequences\CDE4 Racemate.ad B20%_1ml.-. seq

DEFAULT REPORT

Peak Time Area Height Area Morm. Area  BL Area/Height
# [min]  [uV-s] V] [%] [%] [=]
1 10172 4816175.88 25041438 49.70 40,78 "MM 18.7828
2 11817 485820693 21845880 50.21 50.21 "MM 22.2300

DE72474.81 474871.07 100.00 100.00

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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Software Wersion : B.3.1.0504 Date ;151042011 12:30:24
Operator 1 manager Sample Name : CD8B

Sample Mumber ] Study :

AutoSampler : SER200 Rack\fial : M

Instrument Mame : PerkinElmer LC Channel g =

Instrument Serial # 1 Mone AD mV Range : 1000

Delay Time : 0.00 min End Time : 40.00 min

Sampling Rate 1 22727 pisis

Sample Volume : 1.000000 ul :

Sample Amount : 1.0000 Area Reject 0.O0DODOOD

Dilution Factor: 1.00
Cycle: 1

Raw Data File : CATOTALCHROM DATA\Results\Claudia\CDEECDEEE 10%. 1.0ml.40minB.001.raw

Rasult File : CATOTALCHROM DATA\Results\Claudia results\CDGE3CDE8E10%.1.0ml.40minB.001.rst [Editing in Progress]
Inst Method : CATOTALCHROM DATAWethods'B 10%- ImL-40min from CATOTALCHROM
DATA\Results\Claudia\CDE2CDE8B 10%. 1.0ml 40minB.001 . raw

Proc Methed : CATOTALCHROM DATAWethods'\B 10%-1mL-40min from CATOTALCHROM DATA\Results\Claudia
resultsVCDEICDEEB10%. 1.0ml.40minB.001.rst [Editing in Progress]

Calib Method : CATOTALCHROM DATA\Methods'B 10%-1mL-40min from CATOTALCHROM DATA\Results\Claudia
results\WCDERCDEEE10%. 1.0ml.40minB.001.rst [Editing in Progress]

Report Format File: C\PenExe\TeWSWerS. 3.1 ConfigilsermanagerDefault.rpt

Seguence File : CTOTALCHROM DATA\SequencesiCDE8-B10%. 1. 0ml.40min-..seq

Data Acquisition Time : 17/022011 11:10:27

DEFAULT REPORT

Peak Component Time Area Height Area Morm. Area Cal VoltBL Raw Adjusted
#Mame [min] [uv"sec] [uv] [9e] [*]Range Range Amount Amount
1 16,383 28380202.40 91285183 572 872 M 20435 70435
2 83.28 2328 "MM 28.3802 283802

30423661.34 985815.19 100.00 100.00 30.4237 304237

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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Software Wersion 1 B.3.1.0504 Date : 15/04/2011 12:32:38
Operator : manager Sample Name : CDB8 Racemate
Sample Number : Study i

AutoSampler : SER200 Racknial : 3

Instrument Mams : PerkinElmer LC Channel : B

Instrument Serial # : Mone AD my Range : 1000

Drelay Time : 0.00 min End Time : 18.57 min

Sampling Rate : 22727 pisis

Sample Volume : 1.000000 ul ]

Sample Amount : 1.0000 Area Reject 0.000000

Dilution Factor: 1.00
Cycle: 3

Raw Data File : CATOTALCHROM DATA\Results\Claudia\CDE8 Racemate ad.B10%. 1mLB.003 raw
Resuft File : CATOTALCHROM DATA\Results\Claudia'CDA8 Racemate.ad B10%.1ml.B.003 rst

inst Method : CATOTALCHROM DATA \Methods'B 10%-1mL-120min from CATOTALCHROM
DATA\Results\Claudia\CD68 Racemate.ad B10%. Tml.B.003.raw

Proc Method : CATOTALCHROM DATAWethods\B 10%-1mL-120min from CATOTALCHROM
DATAResults\Claudia\CDE8 Racemate.ad B10%. 1ml.B.003.rst [Editing in Progress]

Calib Method : CATOTALCHROM DATA'\Methods'B 10%-1mL-120min from CATOTALCHROM
DATAResults\Claudia\CDE8 Racemate.ad B10%. 1ml.B.003.rst [Editing in Progress]

Report Format File: C\PenExe\TeW S \Werd 3. 1'"ConfigilserimanagenDefault.rpt

Sequence File : C\TOTALCHROM DATA\Sequences\CDAE Racemate.ad.B 10%.1ml-..seq

Data Acquisition Time : 17122010 17:57:18

DEFAULT REPORT

Peak Component Time Area Height Area  Morm. Area Cal VoltBL Raw Adjusted
#Mame[min] [u"sec] [u'] [%&] [#%]Range Range Amount Amount
1 13.112 143242708 6178588 49.83 4083 MM 14324 14324
14,432 144218627 5581541 5017 5017 MM 14422 14422
2874623.29 11771128 100.00 100.00 28748 2.8746

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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Software Version : B.3.1.0504 Date : 15042011 12:40:44
Operator : manager Sample Name : CDEBChiralcellQD
Sample Number : Study i

AutoSampler : SER200 Rachiial :

Instrument Mame : PerkinElmer LC Channel LB

Instrument Serial # : Mone AMD mV Range : 1000

Delay Time : 0.00 min End Time : 59.99 min

Sampling Rate : 22727 pisis

Sample Volume : 1.000000 ul .

Sample Amount : 1.0000 Area Reject 0.000000

Dilution Factor: 1.00

Data Acquisition Time : 25/03°2011 12:57:32
Cycle: 1

Raw Data File : CATOTALCHROM DATA\Results\Claudia\CDESChiralcellODCDESChiraleell0D.ad B10%.1.0mlLB.D01 .raw
Result File : CATOTALCHROM DATA\Results\Claudia results\CDE8ChiralcellODCDE8ChiralcellOD.ad.B10%. 1.0ml.B.D01.rst [Editng in

FProgress]
Inst Method : CATOTALCHROM DATA \Methods\B 10%- 1mL-80min from CATOTALCHROM
DATARe=sults\ClaudialCDE2ChiralcellODCDEEChiralcelOD. ad B 10%.1.0m).B.00 1.raw

Proc Method : CATOTALCHROM DATAWethods'B 10%-1mL-80min from CATOTALCHROM DATA\Results\Claudia

results\COGEChiralcellODCDEIChiralcellOD.ad B10%. 1.0ml.B_001.rst [Editing in Progress]

Calib Method : CATOTALCHROM DATA\Methods'B 10%-1mL-80min from CATOTALCHROM DATA\Results\Zlaudia

results\COGEChiralcellODCDESChiralcellOD.ad B10%.1.0ml.B.001.rst [Editing in Progress)
Report Format File: C:\PenExe\TcW5S\Werd 3. 1\ConfigilserimanagerDefault.rpt
Sequence File : CATOTALCHROM DATA\SequencesiCDE8ChiraleelOD-.ad.B10%.1.0ml.-..seq

DEFAULT REPORT

Peak Component Time Area Height Area Momm. Area CalVolkBL Raw Adjusted
#Mame [rmim] [uV*sec] [u] [%e] [%]Range Range Amount Amount
1 15318 32753804 726367 7T.O7 1.07 MM 03275 0.3275
2 23.547 4302042.55 5065243 0283 B2.83 MM 43020 4.3020
482058059 862168.10 100.00 100.00 468288 4.6204

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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Software Version : 6.3.1.0504 Date o 2000472011 15:04:44
Orperator : manager Sample Mame : CD88-A Racemate
Sample Number - Study -
AutoSampler : SER20D RackVial ;oM
Instrument Mame : PerkinElmer LC Channel - B
Instrument Seral # : Mone AD mV Range : 1000
Delay Time : 0.00 min End Time : 40.00 min
Sampling Rate : 22727 pisls
Sample Volume : 1.000000 wl .
Sample Amount - 1.0000 Area Reject - D.00000D
Data Acquisition Time : 20/04/2011 14:21:37 g"“r'“'" Factor :-“‘”
yole =

Raw Data File : C\TOTALCHROM DATA\Results\Claudia'CDE8-A RacemateCDEE-A Racemate.ad. B10%._ 1ml.B.0D1 .raw

Result File : CA\TOTALCHROM DATA\Results\Claudia results\CDE8-A RacemateCDES-A Racemate_ad. B10%. 1ml.B.001.rst [Editing in
Progress]

Inst Methed : CATOTALCHROM DATAWethods\B 10%-1mL-40min from CATOTALCHROM DATA\Results\ClaudiaWCDE8-A
RacemateCDE8-A Racemate.ad. B10%. iml.B.001.raw

Proc Methed - CATOTALCHROM DATAWWethods\B10%-1mL-40min from CATOTALCHROM DATA\Results\Claudia results\CDE8-A
RacemateCDE8-A Racemate.ad. B 10%._ 1ml.B.001.rst [Editing in Progress]

Calib Method : CATOTALCHROM DATA\Methods\B 10%-1mL-40min from CATOTALCHROM DATA\Results\Claudia results\CDG0-A
RacemateCDE8-A Racemate.ad. B 10%. 1ml.B.001.rst [Editing in Progress]

Report Fermat File: C:\PenExe\TcW S5iWerfl. 3. 1\ ConfigiUserimanager\Default.rpt

Sequence File : CATOTALCHROM DATA\Sequences\Blank-.ad B10%._1ml.-__seq

DEFAULT REPORT

Peak Component Time Area Height Area  Morm. Area  Cal Volt BL Raw  Adjusted
= Mame [min] [uV"sec] [uv] [%] [9&] Range Range Amount Amount
1 14 564 14271844 53 28681646 5002 50.02 MM 142712 142718

2 23115 14259224 82 197132.82 40.98 4088 MM 142582 142582
2853116235 484049.38 100.00 100.00 285312 2B.5:12

Missing Component Report
Component Expected Retention [Calibration File)

All components were found
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Software Version : B.3.1.0504 Date : 15/04/2011 14:55:35
Operator D manager Sample Name : CD75BestOD
Sample Number : Study :

AutaSampler : SER200 Rack/Vial 1

Instrument Mame - PerkinElmer LC Channel : B

Instrument Seral # . Mone AD mV Range : 1000

Delay Time : 0.00 min End Time : 58.88 min

Sampling Rate : 22727 pisis

Sample Volume : 1.000000 ul .

Sample Amount : 1.0000 Area Reject 0.000000

Dilution Factor : 1.04
Cycle: 1

Faw Data File : CATOTALCHROM DATAIResults\Claudia\COT 5BestODCDT5BestOD ad B5% . 0.50mi.B.001 raw

Result File : CATOTALCHROM DATAResulis\Claudia results\CO75BestODCDT5BestOD ad B5%.0.50ml.B.001.rst [Editing in Progress]
Inst Method : CATOTALCHROM DATA \MethodsiB5%-0.5mL-80min from CATOTALCHROM

DATA'ResultsiClaudiaWCDT5BestODC DTE5BestOD.ad B5%.0.50ml.B.00 1 _raw

Proc Method : CATOTALCHROM DATA\Methods'B5%-0_ SmL-S0min from CHATOTALCHROM DATAResults\Claudia
results\CO7T5BestODCDT5BestOD ad. BS% 0.50ml.B.001 rst [Editing in Progress]

Calib Method : CATOTALCHROM DATA\MathedsiB5%-0.5mL-80min from CATOTALCHROM DATA\Results\Claudia
results\CO7T5BestODCDT5BestOD ad. BS% 0.50ml.B.001 rst [Editing in Progress]

Report Format File: C:\PenExe\TeWS\WerS. 3. 1\ Config\UsermanagenDefault.rpt

Seguence File : CTOTALCHROM DATA\Seguences\CDE10D0-.ad.B5%.0.50ml.-..seq

Data Acquisition Time : 05042011 18:25:23

DEFAULT REPORT

Peak Component Time Area Height Area Morm. Area Cal VoltBL Raw Adjusted
#Mame [mim] [uV"sec] [uW] [%e] [%&]Range Range Amaount Amount
1 20135 21307047 348873 200 200 "MM 02131 D.2131
39.461 10456185.32 8061060 96.00 B2.00 "MM 104562 104562

100.00 10.6893 10.6683

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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Software Version : 6.3.1.0504 Date : 16/04/2011 15:00:52
Operator I manager Sample Name : CDS310D
Sample Mumber : Study :
AutoSampler : SER200 Rackial N
Instrument Mame : PerkinElmer LC Channel - B
Instrument Serial # : Mone AD mY Range : 1000
Delay Time : D.00 min End Time : 50.99 min
Sampling Rate 1 2.2727 pisls

Sample Volume : 1.000000 ul .

Sample Amount : 1.0000 Area Reject 0.000000

Data Acquisition Time - 05/D4/2011 15:22:02 g"?::';?ﬂ Factor: 1.00

Raw Data File : CATOTALCHROM DATAResults\Claudia\CDS10DCDE10D.ad.B5%.0.50mlB.001 . raw

Result File : CATOTALCHROM DATA\Results\Claudia results\CDE10DCDE10D0.ad.B5%.0.50ml.B.001 rst [Editing in Progress]
Inst Method : CATOTALCHROM DATA\Methods\BE5%-0.5mL-80min from CATOTALCHROM

DATAResults\Claudia\CDE10DCDE1 OD.ad B5%._0.50ml.B.00 1. raw

Froc Method : CATOTALCHROM DATAWethods'B5%-0.5mL-80min from CATOTALCHROM DATAResults\Claudia
results\CD210DCDE10D.ad.B5%.0.50ml.B.001.rst [Editing in Progress]

Calib Method : CATOTALCHROM DATAMethods\BE%-0.5mL-80min from CATOTALCHROM DATA\Results\Claudia
results\CD210DCDS10D0D.ad.B5%.0.50ml.B.001.rst [Editing in Progress]

Report Format File: C:\PenExe\TeWS\Werd 3. 1\ConfigiUserimanagenDefault.rpt

Sequence File : CATOTALCHROM DATA\SequencesiCDE100-.ad. B5% _0.50ml.- _seq

DEFAULT REPORT

Peak Component Time Area Height Area Morm. Area Cal VoltBL Raw Adjusted
#Mame [mmin] [uV™sec] [uW] [%&] [#%]Range Range Amount Amount
1 28842 &734801.13 7352680 50.18 50.18 "WMM B.7348 57340
2 39,864 GE20TT9.14 5724553 4984 43 .84 "MM 68808 2 §.6908
13425680.26 13087233 100.00 100.00 13,4257 13 4257

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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Software Version : B.3.1.0504 Date : 15/04/2011 15:03:23
Operator : manager Sample Name : CD78
Sample Mumber : Study +
AutoSampler : SER200 Racknial : 1
Instrument Mame : PerkinElmer LC Channel - B
Instrument Serial # : Mone AD mY Range : 1000
Delay Time : 0.00 min End Time : 40.00 min
Sampling Rate : 22727 pisls

Sample Volume : 1.000000 wl '

Sample Amount - 1.0000 Area Reject 0.000000

Data Acquisition Time - 24/D22011 15:07-32 g"w“l‘;':j”1 Factor: 1.00

Raw Data File : CATOTALCHROM DATA\Results\Claudia\CDYBCD7TE.ad.B10%. 1ml.B.00 1. raw

Result File : CATOTALCHROM DATA\Resulis\Claudia results\CD7GCDT6.ad. B10%. 1mlL.B .00 1_rst [Editing in Progress]
Inst Method : CATOTALCHROM DATA\MethodsiB10%-1mL-40min from CATOTALCHROM
DATA'Results\ClaudiaW\CDTHCDTE.ad.B10%._ 1mLB.001 .raw

Proc Method : CATOTALCHROM DATAWethods'B 10%-1mL-40min from CATOTALCHROM DATA\Results\Claudia
results\CO78CDTE ad.B 10%. 1ml.B.001.rst [Editing in Progress]

Calib Method : CATOTALCHROM DATA\Wethods\B 10%-1mL-40min from CATOTALCHROM DATAResults\Claudia
results\CO78CDTE ad B 10%. 1ml.B.001.rst [Editing in Progress]

Report Format File: C:\PenExe\TeW 5\WerG 3. 1\ConfigiUserimanagerDefault.rpt

Sequence File : CITOTALCHROM DATA\SequencesiCDTE-.ad.B10%.1ml.-..seq

DEFAULT REPORT

Peak Component Time Area Height Area  Morm. Area Cal \VoltBL Raw Adjusted
#Mame [min] [u'™sec] [ut] [2&] [®&]Range Range Amount Amount
1 15.217 472008.21 1330640 328 3.28 "MM 0. 4720 0.4720
16.779 13802224 40 44488011 86.72 26.72 "MM 13.9022 13.8022

100.00 14.3742 14 3742

Missing Component Report
Component Expected Retention {Calibration File)

All components were found
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Software Version » B.3.1.0504 Date : 15/04/2011 15:05:25
Operator : manager Sample Hame : CDB2

Sample Humber : Study i

AutoSampler : SER200 Rackial ;1

Instrument Name : PerkinElmer LC Channet LB

Instrument Serial # : Mone AD mV Range : 1000

Delay Time : 0.00 min End Time : 40.00 min

Sampling Rate 1 22727 pisls

Sample Volume : 1.000000 ul

Area Reject 0.000000
Dilution Factor: 1.00

Cycle: 1

Raw Data File : CATOTALCHROM DATA\Results\Claudia\CDB2C082.ad B10%. 1ml.B.001.raw

Result File : CATOTALCHROM DATA\Resulis\Claudia results\CDB2CDE2 ad.B10%. 1mlLB_001._rst [Editing in Progress]
Inst Method : CATOTALCHROM DATA\MethedsiB 10%- 1TmL-40min from CATOTALCHROM
DATA\Results\Clawdia\CDE2C0E2.ad. B10%_1mLB.0D1.raw

Proc Method : CATOTALCHROM DATAMethods'B 10%- T mL-40min from CAXTOTALCHROM DATA\Results\Claudia
results\CDE82C 082 ad .B10%. 1ml.B.00 1 _rst [Editing in Progress]

Calib Method : CA\TOTALCHROM DATA\MethodsiB 10%-1mL-40min from CATOTALCHROM DATA\Results\Claudia
results\CDS82C082_ad.B10%. 1ml.B.00 1 _rst [Editing in Progress]

Report Format File: C:\PenExe\TeWSWerd. 3. WConfigiUsermanagenrDefault.rpt

Sequence File : CATOTALCHROM DATA\Sequences\Blank-.ad B10%.1ml.-._seq

Sample Amount : 1.0000
Diata Acquisition Time : 30/032011 11:11:32

DEFAULT REPORT

Peak Component Time Area Height Area  MNorm. Area Cal. VoltBL Raw Adjusted
#Mame [rmim] [uVv™sec] [u] [3&] [#®]Range Range Amount Amount
1 13.156 15128904 B8 58478047 50.08 50.08 "MM 15.1228 151288
14.385 15079482.20 51966554 4902 4082 "MM 15.0785 15.0795
30208387.08 1.08e+08 100.00 100.00 30.2094 30.2004

Missing Component Report
Component Expected Retention {Calibration File)

All components were found
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Software Version : B.3.1.0504 Crate : 15042011 15:08:22
Operator ! manager Sample Name : CD7T7Best

Sample Mumber v Study :

AutoSampler : SER200 Rackfial -

Instrument Mame : PerkinEimear LT Channel o -

Instrument Sarial # : Mone AD mV Range - 1000

Delay Time : 0.00 min End Time - 40.00 min

Sampling Rate 1 22737 ptsls

Sample Volume : 1.000000 ul .

Sample Amount : 1.0000 Ares Reject 0.000000

Dilution Factor: 1.04
Cycle: 1

Raw Data File : CATOTALCHROM DATA\Results\Claudia\CD7 TBestCDT7Best ad . B20%.0.75ml.B.001.raw

Result File : CATOTALCHROM DATAIResults\Claudia results\CO7TBestCD77Best.ad B20%.0.75ml.B.00 1.rst [Editing in Progress]
Inst Method : CATOTALCHROM DATA \Methods'B20%-0.75mL-40min from CATOTALCHROM
DATA\Results\Claudia\COT7BestCOT7Best.ad B20%.0.75ml.B.001.raw

Proc Method : CATOTALCHROM DATAWethods'\B20%-0.75mL-40min from CATOTALCHROM DATA\Results\Claudia
results\CO77BestCDY7Best ad. B20%.0.75ml.B.001.rst [Editing in Progress]

Calib Method : CATOTALCHROM DATA\Methods'\B20%-0.75mL-40min from CATOTALCHROM DATA\Results\Claudia
results\CO77BestCDT7Best ad. B20%_0.75ml.B.001.rst [Editing in Progress]

Report Format File: C:\PenExe\TcW5Werd 3. 1'\ConfigiUserimanagenDefault.rpt

Sequence File : C\TOTALCHROM DATA\Sequences\CD7TBest-ad B20%.0.75ml.-_seq

Data Acquisition Time : 25032011 12:12:51

DEFAULT REPORT

Peak Component Time Area Height  Area Momm. Area CalVolBL Raw Adjusted
#Mame [rmim] [u*sec] [uv] %] [%]Range Range Amount Amount
1 20.013 166014.38 197638 287 2187 ‘MM 01660 2 0.1860
23.569 5809374.76 8015320 O7.13 87.13 "MK 58084 56004
5775388.15 T1128.60 100.00 100.00 57754 S597TH4

Missing Component Report
Component Expecied Retention (Calibration File)

All components were found
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Software WVersion : B.3.1.0504 Date © 15042011 15:10:38
Operator I manager Sample Name : CDE3ChiralcelQD
Sample Number Z Study :

AutoSampler : SER200 Rachial on

Instrument Mame : PerkinElmer LC Channel < B

Instrument Seral # : Mone AD mV Range - 1000

Delay Time : 1000 min End Time : 40.00 min

Sampling Rate 1 22727 pisfs

Sample Volume : 1.000000 ul .

Sample Amount : 1.0000 Area Reject 0.000000

Diilution Factor : 1.00

Data Acquisition Time : 050472011 17:30:34
Cycle: 1

Raw Data File : CATOTALCHROM DATAResults\ClaudiaVCD93ChiralcelODC D23 ChiralcellOD.ad B20%.0.75ml.B.00 1.raw
Result File : CATOTALCHROM DATA\Results\Claudia results\CD23ChiralcellODCDA3ChiraleellOD.ad B20%.0.75mlL.B 00 1.rst [Editing in
Progress]

Inst Method : CATOTALCHROM DATA\Methods\B20%-0.75mL-40min from CATOTALCHROM
DATAResults\ClaudisVCDE3ChiralcelODCDE3ChiralcelOD.ad B20%.0.75mL.B.OD1 raw

Proc Methed : CATOTALCHROM DATA\Wethods\B20%-0.75mL-40min from CATOTALCHROM DATA\Results\Claudia
results\COB3ChiralcellDDCDB3Chiralcell0D.ad B20%.0.75ml_B_D01.rst [Editing in Progress]

Calib Method : CATOTALCHROM DATA\Methods\B20%-0.75mL-40min from CATOTALCHROM DATA\Results\Claudia
results\COB3ChiralcellODCDB3Chiralcell0D.ad B20%.0.75ml_B_D01.rst [Edifing in Progress]

Report Format File: C:\PenExe\TcWS\Werd 3. 1\ConfigiUserimanagerDefault.rpt

Seguence File : CNTOTALCHROM DATA\SeguencesiCDE3ChiralcellOD-.2d.B20%.0.75ml.-..seq

DEFAULT REPORT

Peak Component Time Area Height Area Morm. Area Cal VoltBL Raw Adjusted
#Mame [mim] [uv™sec] [u™] [%&] [#]Ranges Range Amount Amount
1 18.517 380538687 4641532 47.70 47.70 ‘MM 38054 3.8054
2 21883 417276788 5T112.58 523D 52.30 ‘MM 41728 41728
TY78134.87 10352790 100.00 100.00 7H781  7.8781

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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Software Version : 6.3.1.0504 Date o 2N04r2011 1448028
Orperator : manager Sample Mame : CD88-C
Sample Number ] Study -
AutoSampler : SER200D RackVial oM
Instrument Mame : PerkinElmer LC Channel B
Instrument Seral # : Mone AD mV Range : 1000
Delay Time o 0.00 min End Time : 15.00 min
Sampling Rate : 22727 pisls
Sample Volume o 1.000000 ul .
Sample Amount - 1.0000 #Area Reject : D.o00000
Data Acquisition Time : 20/04/2011 12:38:43 g"“r'“'" Factor : :-DD

yole =

Raw Drata File : CATOTALCHROM DATA\Results\Claudia\CDE8-CCD88-C.ad B5%.1m|.B.001.raw

Result File : CATOTALCHROM DATA\Results\Claudia results\CDE8-CCDEE-C.ad. BS%. 1ml.B.00 1.rst [Editing in
Pregress] Inst Methed : CATOTALCHROM DATA\Methods\B5%-1mL-15min from CATOTALCHROM
DATA\Results\Claudia\CDBB-CCDAE-C . ad B5%. 1ml.B.00 1. raw

Proc Methed : CA\TOTALCHROM DATAMethods\B5%-1mL-15min from CATOTALCHROM
DATA\Results\Claudia results\CDEB-CCDES-C.ad B5%_ 1ml.B.001.rst [Editing in Progress]

Calib Methed : CATOTALCHROM DATA\Methods\B5%-1mL-15min from CATOTALCHROM
DATA\Results\Claudia results\CDEB-CCDES-C.ad B5%._ 1ml.B.001.rst [Editing in Progress]

Report Format File: C:\PenExe\TcW SiWerd. 3. 1\Config\Userimanager\Default.rpt

Sequence File : CATOTALCHROM DATA\SequencesiBlank-.ad .B5%. 1ml.-..seq

DEFAULT REPORT

Peak Component Time Area Height Area Morm. Area Cal. Volt BL Raw  Adjusted
= Mame [miin] [uV"sec] [u'] [9&] [%e] Range Range Amount Amount
1 B8.263 10479752.79 S901383.67 81.30 81.30 MM 10.47BE 10.4728

2 7485  PEYATOE3 T3IBZ2.33  B.ED 569 ‘MM D.98TE  D.BETH

3 13.8682 47827 52.05 0.00 o.oo MM D0.0005 0.00D5

4 14.686 33487 54086 0.00 o.oo MM D0.0003 0.DDD3
11478436.57 975282.11 100.00 100.00 11.4784 11.4784

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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Software Version : B.3.1.0504 Date o 15042011 15:13:14
Operator I manager Sample Name : CD-87
Sample Number : Study :
AutoSampler : SERZ200 RackM\ial - oM
Imstrument Mame : PerkinElmer LC Channel - B
Instrument Seral # : Mone AT mV Range : 1000
Delay Time : 0.00 min End Time - 28.89 min
Sampling Rate 1 22737 pisis

Sample Volume : 1.000000 wl i

Sample Amount : 1.0000 A_rea_ Reject 0.000000

Data Acguisition Time : 30/03/2011 15:25:18 g::l'*:”1 Factor: 1.00

Raw Data File : CATOTALCHROM DATA\Results\Claudia\CDE7CD-97 .2d. B5%. 1.0ml.B.001 raw

Result File : CATOTALCHROM DATA\Results\Claudia results\CDA7CD-87.ad .B5%.1.0ml.B.001 .rst [Editing in Progress]
Imst Method : CATOTALCHROM DATA'Wethods\BS%-1mL-30min from CATOTALCHROM
DATAResults\Clawdia\CDE7CD-297 .ad B5%.1.0ml.B.001 raw

Proc Method : CATOTALCHROM DATAWMethodsB5%-1mL-30min from CATOTALCHROM DATA\Results\Claudia
results\CDE7CD-87.ad . B5%. 1.0ml.B.001.rst [Editing im Progress]

Calib Method : CATOTALCHROM DATAWethods\BS%-1mL-30min from CATOTALCHROM DATA\Results\Clawdia
results\CDE7CD-87.ad . B5%. 1.0ml.B.001.rst [Editing im Progress]

Report Format File: C:\PenExe\TcW 5\Werd. 3. 1\ConfigiUseriman agerDefault.rpt

Sequence File : CATOTALCHROM DATA\Sequences\CDE7-.ad_ B5%.1.0ml.-_seq

DEFAULT REPORT

Peak Component Time Area Height Area Morm. Area Cal VoltBL Raw Adjusted
#Mame [min] [uV"sec] [uv] [%&] [%&]Range Range Amount Amount
1 6.747 EB621722.72 44108084 4066 4088 MM 56217 58217
2 8.118 562782518 37338525 5034 50.34 MM 5E872 5.5879
1131864781 81442509 100.00 100.00 113186 11.2188

Missing Component Report
Component Expected Retention (Calibration File)

All components weres found
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Software Version © 6.3.1.0504 Date : 14/04/2011 16:55:24
Operator : manager Sample Name : CD65
Sample Number : Study :
AutoSampler . SER200 Rack/Vial : 0/1
Instrument Name . PerkinElmer LC Channel : B
Instrument Serial # : None A/D mV Range : 1000
Delay Time : 0.00 min End Time : 29.99 min
Sampling Rate 1 2.2727 ptsis

Sample Volume - 1.000000 ul .

Sample Amount : 1.0000 Area Reject: 0.000000

Data Acquisition Time : 11/02/2011 14:57:42 g')'/‘é}'ec?”lFa‘:tor -1.00

Raw Data File : CATOTALCHROM DATA\Results\Claudia\CD65CD65.ad.B20%.1ml.30minB.001.raw

Result File : CATOTALCHROM DATA\Results\Claudia results\CD65CD65.ad.B20%.1ml.30minB.001.rst [Editing in Progress]
Inst Method : CATOTALCHROM DATA\WMethods\B20%-1.0mL.30min from CA\TOTALCHROM
DATA\Results\Claudia\CD65CD65.ad.B20%.1ml.30minB.001.raw

Proc Method : CATOTALCHROM DATA\Methods\B20%-1.0mL.30min from C\TOTALCHROM DATA\Results\Claudia
results\CD65CD65.ad.B20%.1ml.30minB.001.rst [Editing in Progress]

Calib Method : CATOTALCHROM DATA\Methods\B20%-1.0mL.30min from C:\TOTALCHROM DATA\Results\Claudia
results\CD65CD65.ad.B20%.1ml.30minB.001.rst [Editing in Progress]

Report Format File: C:\PenExe\TcWS\Ver6.3.1\Config\User\manager\Default.rpt

Sequence File : CATOTALCHROM DATA\Sequences\CD64-.ad.B20%.1ml.30min-..seq

DEFAULT REPORT

Peak Component Time Area Height Area Norm. Area Cal.VoltBL Raw Adjusted
#Name [min] [uv*sec] [uv] [%0] [%]Range Range Amount Amount
1 18.575 7974959.83 202182.09 95.05 95.05 *MM  7.9750  7.9750
2 23.144 415397.11 9722.32 4.95 4.95 *MM 0.4154 0.4154
8390356.94 211904.41 100.00 100.00 8.3904 8.3904

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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Software Version © 6.3.1.0504 Date 1 14/04/2011 16:56:56
Operator : manager Sample Name : CD65 Racemate
Sample Number : Study :

AutoSampler . SER200 Rack/Vial 1 0/12

Instrument Name . PerkinElmer LC Channel : B

Instrument Serial # : None A/D mV Range : 1000

Delay Time : 0.00 min End Time : 32.35 min
Sampling Rate 1 2.2727 ptsis

Sample Volume - 1.000000 ul .

Sample Amount : 1.0000 Area Reject: 0.000000

Data Acquisition Time : 17/12/2010 14:58:23 g')'/‘é}'ec?”;ac‘or -1.00

Raw Data File : CATOTALCHROM DATA\Results\Claudia\CD65 Racemate.ad.B20%.1ml.B.007.raw
Result File : CA\TOTALCHROM DATA\Results\Claudia\CD65 Racemate.ad.B20%.1ml.B.007.rst

Inst Method : CATOTALCHROM DATA\Methods\B20%-1mL-120min from CATOTALCHROM
DATA\Results\Claudia\CD65 Racemate.ad.B20%.1ml.B.007.raw

Proc Method : CATOTALCHROM DATA\WMethods\B20%-1mL-120min.mth from CA\TOTALCHROM
DATA\Results\Claudia\CD65 Racemate.ad.B20%.1ml.B.007.rst [Editing in Progress]

Calib Method : CATOTALCHROM DATA\Methods\B20%-1mL-120min.mth from CATOTALCHROM
DATA\Results\Claudia\CD65 Racemate.ad.B20%.1ml.B.007.rst [Editing in Progress]

Report Format File: CATOTALCHROM DATA\Methods\default.rpt

Sequence File : CATOTALCHROM DATA\Sequences\CD65 Racemate.ad.B20%.1ml.-..seq

DEFAULT REPORT

Peak Time Area Height  Area Norm. Area BL Area/Height

#  [min] - [pVes] (1] [%] [%] [s]
1 18.304 412861.13 9746.55 52.61 52.61 *MM 42.3597
2 22.997 371902.00 8069.93 47.39 47.39 *MM 46.0849

784763.13 17816.48 100.00 100.00

Missing Component Report
Component Expected Retention (Calibration File)

All components were found
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Eample Name : COS6 Sampile 3 Fap= 101

Flefames  © COTCTALCHROM DATAREs S sz DSe COSEE20%. 1ML 30mirA. D01 raw

Dixie - DHOE2011 161522

Method  © Time of injection: 04272011 13:94:20

S@an Time (451 min Ena Time 5,55 min Liow Point - -2.40 mAy High Point: 23542 mAL
Flot O#set: -2.40 mAL Flot Scale Z38.8 mAU
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FPages 1 of 1
Software Version : B.2.1.0504 Diate : D2/D6M2011 18:13:54
Operator © manager Sample Name . CD56
Sample Numbsr : Study :
AufoSampler : SER200 RackiVia o it
nstrument Name : PerkinElmer LT Channsl T A
nstrument Serial # . Mone &0 mV Range : 1000
Celay Time : 0.0D min End Time : 2B.BE min
Sampling Rate o 23727 pisls
Sample Volume . 1.000000 u ) .
Sample Amount . 1.0000 firea Reject : 0.2oo000
Data Acquisition Time : D4/02/2011 13-14:20 Dilution Facter @ 1.00
Cyele i |
Raw Data File : CATOTALCHROM DATAIResults\Claudia\CDS8C0EGB20%. Im 1. 30minA. 001 raw
Result File : CATOTALCHROM DATAResulisiClauda\COSGC0E2B20%. 1ml.30minA 001 rst [Editing in Progress]
nst Methed - CATOTALCHROM DATAMethods1820%-1.0mL.30min from CATOTALCHROM
DATA'Resulis'Claudia\CDS8CO56B20%. Tm | 20minA. 001 raw
Pros Methed - CATOTALCHROM DATAMethods'B20%-1.0mL.30min from CATOTALCHROM
DATA\Results\ClaudialCD3aC0E6B20%. 1m1.20minA.001.rst [Edting in Progress]
Calik Methed : C:ATOTALCHROM DATAMethods\820%-1.0mL.20min from CATOTALCHROM
DATA\Results\Claudia\CDSACOEEB20 %, im 1. 20minA. 00 1.rst [Editing in Progress]
Report Format File: CPenExel TeW 5iWerd 3. 1" Config\Userimanageri Default.rpt
Sequence Fie : CATOTALCHROM DATASequences\CO56-820% _ 1ml 30min-.seq
Peak Component Time Area Height Area Morm. Area Call Vot BL  Raw  Adjusted
w Mame [min]  [u\*sec] [ul] %] [3] Range Rangs Amount Amount
1 5440 26887114 2072048 772 773 MM 02632 02880
2 T.B27 3211001.24 22556388 9227 2227 MM 32110 32110
3470872.37 25528416 100.00 100.00 34788 24700
Missing Component Report MeOO
Component Expected Retention (Zalbration File]
COOMe
All components were found COOMe
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Zample Name : 355 Zample 2: Fage ol 1

Flamame © CATOTALCHROM DATAResulis Unda PREZEE. 2. B20%, 1mL 30min. A.001 raw

Diate - DZDER011 1632343

wethod Time of injection: 12022310 11:25:47

Efart Time :5.28min ErciTime :27.11 min Low Folnt--11.72 mAJ High Foink : 54152 mAL
Flot Ozt -11.72 mAl Fiot Zeale $53.3 mAU
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Page 1 of 1
Software Version : 6.3.1.0504 Cate : DZ/DE2011 18:21:38
Operator : manager Sample Mame : 386
Sample Mumber : Study :
AutnSampler : SER200 RackiVia : o2
nstrument Mame : PerkinElmer LT Channel A
nstrument Serial # : MNone &0 mV Range : 1000
Cielay Time : 0.00 min End Time : 2B.BB min
Sampling Rate 1 22727 pisis MeOO
Sample Volume : 1.000000 u .
Sample Amount : 1.0000 Area Reject  © 0.000000 C\><COOME
Data Acquisifion Time : 12022010 11:28:47 Dilution Factor : 1.00 .~ COOMe
Cycle -1 N
Raw Data File - CATOTALCHROM DATA\ResultsiLinda\PR5388.ad.B20%. 1mL30min.A.00 .raw 8b
Result File : CATOTALCHROM DATA\ResultsiLinda\PRS3E6.ad . B20%. 1ml.20min_A.0D1.rst [Editing in Progress]
nst Method - CATOTALCHROM DATAMethods B20%-1mL-30min from CATOTALCHROM MeO

DATA\ResultsiLinda\PRS328.ad B20%. Tm . 30min. & 001 raw

Proc Methed - CATOTALCHROM DATAMethods|B20%-1mL-30min from CATOTALCHROM
DATA\Results\Linda\PRS5330.ad.B20%. 1m|.30min.A_001.rst [Editing in Progress)

Calib Methed @ CATOTALCHROM DATAMethods B20%-1mL-30mn from CATOTALCHROM
DATA'\ResulisiLinda'\PRE328.ad.B20%. 1m|. 30min.A 001 rst [Editing in Progress]

Report Format File: S PenBExel TeW EWerd 3.1\ ConfigiUserimanagen Default.nopt

Sequence Fie : CATOTALCHROM DATASeqguences\PRS-.2d.B20%. 1ml.30min.-. .seq

DEFAULT REF’ORT

FPeak Component Time Area Height Area  Morm. Area Cal. Vot Raw  Adjusted
W Mame [rmin] uVtsec] [uw] [%] [%] Rangs Range Amount  Amount
1 0064 160853581 9552518 6.36 6.36 *MM 1E0BS  1.6095

2 22.103 23689544 13 52000662 93.64 B3.64 "MM 236885 23.6895
25200070.84 024621.79 100.00 100.00 25,2801 252001

Missing Component Report
Component Expected Retention (Calfbration File)

All components wers found



