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I. General Remarks

"H NMR spectra were recorded on a VARIAN Mercury 300 MHz or Bruker 400
MHz spectrometer in CDCl;. Chemical shifts are reported in ppm with the internal
TMS signal at 0.0 ppm as a standard. The data are reported as (s = single, d = double,
t = triple, q = quarte, m = multiple or unresolved, brs = broad single, coupling
constant(s) in Hz, integration). BC NMR spectra were recorded on a VARIAN
Mercury 75 MHz or Bruker 100 MHz spectrometer in CDCl3; or DMSO-ds. Chemical
shifts are reported in ppm with the internal chloroform signal at 77.0 ppm as a
standard. Commercially obtained reagents were used without further purification. All
reactions were monitored by TLC with silica gel-coated plates. Enantiomeric ratios
were determined by HPLC, using a chiralpak AS-H column, chiralpak AD-H column,
chiralpak IA, IB and IC column with hexane and i-PrOH as solvents. The starting
materials 3-Methyl-4-Nitro-5-Styrylisoxazoles 1a-1f were prepared according to the
literature procedure.’ All Chiral ligands were prepared according the previous
procedure. The absolute configuration of 5 and 6 was determined unequivocally
according to the X-ray diffraction analysis, and those of other adducts were deduced

on the basis of these results.

I1. Proposed Catalyzed Mechanaism for Ligand-Controlled Diastereodivergent
and Stereoselective 1,3-DC of Azomethine Ylides with 4-Nitro-5-Styrylisoxa-
Zoles. (Scheme 1)

On the basis of the absolute configurational assignments, the reaction mechanism
explaining the observed diastereo-divergent and stereochemistry of the products was
proposed (Scheme 1). The in situ formed azomethine ylide is coordinated to the
AgOAc/Bu-Phosferrox (L3) complex, in a distorted tetrahedral geometry affording
the catalytically active species A through the abstraction of a proton by the base,
which has been supported by a DFT calculation study performed by Hou and
co-workers (left cycle)’. The intermediate B provides the desired endo-cycloaddition
product 3 and regenerates the active catalyst and base. The unfavorable steric

repulsion between the substituents of dipolarophiles and the bulky tert-butyl group of
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the Phosferrox ligand inhibits the exo approach, contributing to the good endo
selectivity. On the other hand, N4jara and co-workers describes the origins of an
unexpected stepwise exo-selective 1,3-DC catalyzed by silver salt and
phosphoramidite ligand, which is also proved by DFT calculations’. Those
calculations show that the silver center is coordinated to both the nitrogen atom and
the carboxy group of the azomethine ylide, to the phosphorous atom of chiral ligand
L10, furnishing the intermediate A’ in a trigonal pyramidal geometry (right cycle).
The upper side of the metalloazomethine ylide is shielded by the bulky secondary
amine group in the phosphoramidite ligand, and hinders the approach of the
dipolarphile 1a from the below side. The intermidiate B’ tend to deliver the
cycloadduct exo-adduct 4 and regenerate the catalysts. The plausible catalytic process
is consistant with the observed stereochemical outcome, and further investigations to

explore the mechanism are underway.
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Scheme 1 Proposed Mechanism for the AgOAc catalyzed ligand-controlled diastereodivergent and enantioselective annulations
of 3-methyl-4-nitro-5-styrylisoxazoles with azomethine ylides.

ITI. General Procedure for Racemic 1,3-DC of Azomethine Ylides with 3-Methyl-
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4-Nitro-5-Styrylisoxazoles.

Under argon atmosphere, PPh; (8.6 mg, 0.033 mmol) and AgOAc (5.0 mg, 0.030
mmol) were dissolved in 2.0 mL CH,Cl,, and stirred at room temperature for about 30
min. Then, the imino ester 2 (0.39 mmol), Et;N (0.045 mmol) and 3-methyl-4-nitro-5-
styrylisoxazole 1 (0.3 mmol) were added sequentially. Once starting material was
consumed (monitored by TLC), the organic solvent was removed and the residue was
purified by column chromatography to give the product 3 (10 mol% racemic
monophose ligand for the product 4), which was used as the racemic sample for the

chiral HPLC analysis.

IV. General Procedure for Asymmetric 1,3-DC of Azomethine Ylides with
4-Nitro-5-Styrylisoxazoles Catalyzed by AgOAc/(S,,S)-Phosferrox ligand or
AgOACc/(R,,S,S) - phosphoramidite ligand.

Under argon atmosphere, (S),,S)-'Bu-Phosferrox L; (16.3 mg, 0.033 mmol) and
AgOAc (5.0 mg, 0.03 mmol) were dissolved in 2.0 mL CH,Cl,, and stirred at room
temperature for about 30 min. Then, the imino ester 2 (0.39 mmol), Et;N (0.045 mmol)
were added sequentially, the reaction temperature was dropped to 0 °C and then
3-methyl-4-nitro-5-styrylisoxazole 1 (0.3 mmol) was added. Once starting material
was consumed (monitored by TLC), the organic solvent was removed and the residue
was purified by column chromatography to give the product 3 (10 mol% chiral
(R4,S,S)-Phosphoramidite Ljg for the product 4), which was then directly analyzed by

HPLC to determine the enantiomeric excess.

Methyl (2S5,3R,4S5,5R)-5-(4-chlorophenyl)-4-(3-methyl-4-nitroisoxazol-5-yl)-3-
phenylpyrrolidine-2-carboxylate:

Yield (90 %); yellow solid. m.p. 136-138 °C. '"H NMR (CDCls, TMS, 300 MHz) &
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7.34 (d, J = 3.9 Hz, 4H), 7.31-7.27 (m, 1H), 7.27 (d, J = 4.1 Hz, 1H), 7.19 (s, 3H),
5.14 (d, J = 8.9 Hz, 1H), 4.82 (t, J = 9.1 Hz, 1H), 4.18 (d, J = 8.2 Hz, 2H), 3.72 (s,
3H), 2.89 (s, 1H), 2.30 (s, 3H); °C NMR (CDCl;, TMS, 75 MHz) § 172.28, 172.00,
155.19, 137.94, 137.76, 137.75, 130.52, 128.94, 128.48, 128.15, 127.76, 127.65,
67.12, 64.38, 52.36, 52.09, 50.76, 11.31; HRMS Calcd. For C2H,0CIN;Os + H':
442.1164, found: 442.1161. The product was analyzed by HPLC to determine the
enantiomeric excess: 87 % ee (Chiralpak AS-H, i-propanol/hexane = 20/80, flow rate

1.0 mL/min, A = 220 nm); t,= 11.94 and 16.44 min.

Methyl (25, 3R, 4S, SR)-5-(2-chlorophenyl)-4-(3-methyl-4-nitroisoxazol-5-yl)-3-
phenyl pyrrolidine-2-carboxylate:

Yield (89 %); yellow solid. m.p. 125-128 °C. '"H NMR (CDCls, TMS, 300 MHz) &
7.34-7.20 (m, 6H), 7.14 (s, 3H), 5.12 (d, J = 8.1 Hz, 1H), 4.84 (t, / = 9.2 Hz, 1H),
4.26-4.11 (m, 2H), 3.74 (s, 3H), 2.91 (s, 1H), 2.31 (s, 3H); °C NMR (CDCl3;, TMS,
75 MHz) 6 172.34, 171.29, 155.04, 137.84, 136.89, 132.34, 130.90, 129.38, 129.07,
128.96, 128.78, 127.75, 127.54, 126.99, 67.12, 61.26, 52.33, 51.62, 49.58. 11.56;
HRMS Caled. For CH,oCIN;Os + H': 442.1164, found: 442.1163. The product was
analyzed by HPLC to determine the enantiomeric excess: 87 % ee (Chiralpak AD-H,
i-propanol/hexane = 20/80, flow rate 1.0 mL/min, A = 220 nm); t.= 11.82 and 15.10

min.
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Methyl (25, 3R, 4S, SR)-5-(4-bromophenyl)-4-(3-methyl-4-nitroisoxazol-5-yl)-3-
phenyl pyrrolidine-2-carboxylate:

Yield (89 %); yellow solid. m.p. 150-153 °C.; '"H NMR (CDCl;, T™MS, 300 MHz) &
7.34-7.20 (m, 7H), 7.14 (d, /= 8.1 Hz, 2H), 5.12 (d, J = 8.7 Hz, 1H), 4.82 (t, J = 9 Hz,
1H), 4.19-4,13 (m, 2H), 3.72 (s, 3H), 2.89 (s, 1H), 2.30 (s, 3H); °C NMR (CDCl,
TMS, 75 MHz) 6 172.35, 172.00, 158.93, 155.07, 138.14, 133.60, 129.38, 128.61,
128.38, 128.09, 114.21, 113.91, 67.03, 64.05, 55.07, 52.26, 52.12, 49.99, 11.23;
HRMS Calcd. For C,H0BrN3;Os + H': 486.0659, found: 486.0660. The product was
analyzed by HPLC to determine the enantiomeric excess: 87 % ee (Chiralpak AS-H,
i-propanol/hexane = 20/80, flow rate 1.0 mL/min, A = 220 nm); t,= 12.52 and 18.21

min.

Methyl (25, 3R, 4S, SR)-4-(3-methyl-4-nitroisoxazol-5-yl)-3-phenyl-5-(o-tolyl)
pyrrolidine-2-carboxylate:

Yield (75 %); yellow solid. m.p. 110-112°C. '"H NMR (CDCls, TMS, 300 MHz) &
7.45 (d, J = 7.2 Hz, 1H), 7.40-7.20 (m, 5H), 7.17 (t, J = 7.5 Hz, 1H), 6.89 (t, J= 7.5
Hz, 1H), 6.64 (d, J = 8.1 Hz, 1H), 5.33 (t, /= 9.3 Hz, 1H), 4.97 (t, J = 8.7 Hz, 1H),
4.17-4.07 (m, 2H), 3.72 (s, 3H), 3.66 (s, 3H), 3.24 (s, 1H), 2.27 (s, 3H); °C NMR
(CDCl3, TMS, 75 MHz) & 172.75, 172.39, 155.82, 154.80, 138.40, 129.06, 128.82,
128.18, 127.55, 126.15, 120.51, 109.40, 67.76, 61.43, 54.79, 52.38, 52.22, 51.24,
11.28; HRMS Calcd. For C3H23N305 + H': 422.1710, found: 422.1705. The product
was analyzed by HPLC to determine the enantiomeric excess: 82 % ee (Chiralpak
AS-H, i-propanol/hexane = 20/80, flow rate 1.0 mL/min, A = 220 nm); t,= 10.82 and
24.13 min.
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Methyl (25, 3R, 4S, SR)-5-(4-methoxyphenyl)-4-(3-methyl-4-nitroisoxazol-5-yl)-
3-phenylpyrrolidine-2-carboxylate:

Yield (57 %); yellow solid. m.p. 100-102 °C. '"H NMR (CDCls, TMS, 300 MHz) &
7.38-7.22 (m, 5H), 7.15 (d, J = 8.4 Hz, 2H), 6.72 (d, J = 8.7 Hz, 2H), 5.12 (d, J=9.0
Hz, 1H), 4.80 (s, 1H), 4.17 (s, 2H), 3.74 (s, 3H), 3.72 (s, 3H), 2.88 (s, 1H), 2.28 (s,
3H); >C NMR (CDCls, TMS, 75 MHz) § 172.45, 172.45, 159.15, 155.17, 155.17,
138.16, 138.16, 131.09, 131.09, 128.91, 128.91, 127.88, 127.88, 127.67, 127.67,
113.68, 113.68, 67.34, 65.03, 55.17, 52.67, 52.36, 51.34, 11.38; HRMS Calcd. For
C23H23N306 + H': 438.1660, found: 438.1652. The product was analyzed by HPLC to
determine the enantiomeric excess: 90 % ee (Chiralpak AS-H, i-propanol/hexane =

20/80, flow rate 1.0 mL/min, A =220 nm); t,= 15.19 and 29.73 min.

Methyl (25, 3R, 45, SR)-4-(3-methyl-4-nitroisoxazol-5-yl)-3,5-diphenylpyrrolidine
-2-carboxylate:

Yield (90 %); yellow solid. m.p. 96-98 °C. '"H NMR (CDCl;, TMS, 300 MHz) &
7.49-7.10 (m, 10H), 5.16 (d, J = 9.0 Hz, 1H), 4.84 (t, J = 8.4 Hz, 1H), 4.23-4.10 (m,
2H), 3.72 (s, 3H), 2.96 (s, 1H), 2.25 (s, 3H); °C NMR (CDCl;, TMS, 75 MHz) &
172.38, 155.09, 139.05, 138.08, 128.90, 128.34, 128.05, 127.66, 126.64, 67.39, 65.44,
52.54, 52.32, 51.20, 11.24; HRMS Calcd. For C»H,N3Os + H': 408.1481, found:
408.1479. The product was analyzed by HPLC to determine the enantiomeric excess:
85% ee (Chiralpak AS-H, i-propanol/hexane = 20/80, flow rate 1.0 mL/min, A = 220

nm); t,= 10.85 and 18.18 min.
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Methyl (25, 3R, 4S, SR)-5-(furan-2-yl)-4-(3-methyl-4-nitroisoxazol-5-yl)-3-phenyl

pyrrolidine-2-carboxylate:

Yield (62 %); yellow solid. m.p. 121-123°C. '"H NMR (CDCls, TMS, 300 MHz) &
7.40-7.20 (m, 5H), 7.20 (s, 1H), 6.30 (d, J= 2.9 Hz, 1H), 6.22 (s, 1H), 5.16 (d, J = 8.2
Hz, 1H), 4.80 (t, /= 9.3 Hz, 1H), 4.27-4.07 (m, 2H), 3.70 (s, 3H), 3.04 (s, 1H), 2.39 (s,
3H); >C NMR (CDCls, TMS, 75 MHz) § 172.80, 171.21, 155.26, 152.62, 142.55,
137.65, 130.60, 128.85, 128.53, 127.83, 127.67, 110.37, 110.24, 108.30, 66.99, 58.79,
52.35, 51.70, 50.36, 11.56; HRMS Calcd. For Ca0HsN30s + H': 398.1274, found:
398.1278. The product was analyzed by HPLC to determine the enantiomeric excess:
80 % ee (Chiralpak AS-H, i-propanol/hexane = 20/80, flow rate 1.0 mL/min, A = 220
nm); t,= 11.76 and 23.40 min.

Methyl (25, 3R, 4S, SR)-4-(3-methyl-4-nitroisoxazol-5-yl)-5-(naphthalen-1-yl)-3-
phenylpyrrolidine-2-carboxylate:

Yield (80 %); yellow solid. m.p. 132-134°C. '"H NMR (CDCls, TMS, 300 MHz) &
8.00-7.89 (m, 2H), 7.71 (m, 2H), 7.50-7.20 (m, 8H), 5.97 (d, J = 8.5 Hz, 1H), 5.22 (t,
J=9.2Hz, 1H), 432 (d, J=9.7 Hz, 1H), 4.19 (t, J = 9.8 Hz, 1H), 3.76 (s, 3H), 3.07
(s, 1H), 1.98 (s, 3H); °C NMR (CDCl;, TMS, 75 MHz) & 172.48, 171.49, 154.50,
137.78, 135.08, 133.20, 130.88, 130.08, 128.94, 128.74, 128.34, 127.72, 127.63,
125.68, 125.49, 125.36, 134.66, 121.64, 67.06, 60.31, 52.34, 51.57, 50.91. 11.00;
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HRMS Calced. For CysH3N305 + H': 458.1638, found: 458.1641. The product was
analyzed by HPLC to determine the enantiomeric excess: 85% ee (Chiralpak AS-H,
i-propanol/hexane = 20/80, flow rate 1.0 mL/min, A = 220 nm); t,= 8.73 and 15.33

min.

Methyl (25, 3R, 4S, SR)-4-(3-methyl-4-nitroisoxazol-5-yl)-5-(naphthalen-2-yl)-3-
phenylpyrrolidine-2-carboxylate:

Yield (92 %); yellow solid. m.p. 134-136 °C. '"H NMR (CDCls, TMS, 300 MHz) &
7.75-7.65 (m, 4H), 7.50-7.20 (m, 8H), 5.33 (d, J = 7.8 Hz, 1H), 4.93 (t, J = 9.2 Hz,
1H), 4.25 (d, J = 5.8 Hz, 2H), 3.76 (s, 3H), 3.06 (s, 1H), 2.13 (s, 3H); °C NMR
(CDCl3, TMS, 75 MHz) & 173.31, 171.55, 155.77, 135.74, 135.48, 133.39, 133.05,
131.47,129.02, 128.61, 127.91, 127.80, 127.69, 126.62, 126.28, 124.41, 68.58, 65.35,
55.01, 51.78, 48.83, 11.58; HRMS Calcd. For C,cH»:N305 + H': 458.1638, found:
458.1635. The product was analyzed by HPLC to determine the enantiomeric excess:
91 % ee (Chiralpak AS-H, i-propanol/hexane = 20/80, flow rate 1.0 mL/min, A = 220
nm); t,=13.11 and 36.63 min.

Methyl (25, 3R, 4S, SR)-3,5-bis(4-chlorophenyl)-4-(3-methyl-4-nitroisoxazol-5-yl)
pyrrolidine-2-carboxylate:

Yield (84 %); yellow solid. m.p. 145-147 °C. '"H NMR (CDCls, TMS, 300 MHz) &
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7.29 (m, 4H), 7.18 (m, 4H), 5.13 (d, J = 8.9 Hz, 1H), 4.76 (t, /= 9.0 Hz, 1H), 4.16 (m,
2H), 3.73 (s, 3H), 2.88 (s, 1H), 2.31 (s, 3H); °C NMR (CDCl;, TMS, 75 MHz) &
172.03, 171.55, 155.22, 137.87, 136.15, 133.81, 133.58, 130.57, 129.11, 129.03,
128.50, 128.10, 66.86, 64.09, 52.41, 52.04, 49.91, 11.26; HRMS Calcd. For
CyH19CILN3Os + H': 476.0702, found: 476.0708. The product was analyzed by
HPLC to determine the enantiomeric excess: 85% ee (Chiralpak AS-H,
i-propanol/hexane = 20/80, flow rate 1.0 mL/min, A = 220 nm); t,= 11.69 and 16.97

min.

Methyl (25, 3R, 4S, SR)-5-(4-chlorophenyl)-4-(3-methyl-4-nitroisoxazol-5-yl)-3-
(m-tolyl)pyrrolidine-2-carboxylate:

Yield (81 %); yellow solid. m.p. 134-136 °C. '"H NMR (CDCls, TMS, 300 MHz) &
7.25-7.00 (m, 8H), 5.13 (d, J = 8.6 Hz, 1H), 4.80 (t, J = 9.1 Hz, 1H), 4.21-4.05 (m,
2H), 3.73 (s,3H), 2.88 (s, 1H), 2.33 (s, 3H), 2.30 (s, 3H); °C NMR (CDCl;, TMS, 75
MHz) 6 172.28, 172.07, 155.10, 138.51, 137.94, 137.72, 133.65, 130.47, 128.73,
128.48, 128.40, 128.28, 128.11, 124.66, 67.10, 64.38, 52.27, 52.04, 50.71, 21.33,
11.24; HRMS Calcd. For Co3H»nCIN3Os + H': 456.1248, found: 456.1250. The
product was analyzed by HPLC to determine the enantiomeric excess: 86 % ee
(Chiralpak AS-H, i-propanol/hexane = 20/80, flow rate 1.0 mL/min, A = 220 nm); t,=
9.62 and 15.26 min.

Methyl (25, 3R, 4S, SR)-5-(4-chlorophenyl)-4-(3-methyl-4-nitroisoxazol-5-yl)-3-
510



(o-tolyl)pyrrolidine-2-carboxylate:

Yield (78 %); yellow solid. m.p. 125-127 °C. '"H NMR (CDCls, TMS, 300 MHz) &
7.40 (d, J= 7.6 Hz, 1H), 7.25-7.13 (m, 7H), 5.17 (d, J=9.0 Hz, 1H), 4.81 (t, /=94
Hz, 1H), 4.49 (t, J=9.7 Hz, 1H), 4.18 (d, /= 9.0 Hz, 1H), 3.72 (s, 3H), 2.91 (s, 1H),
2.38 (s, 3H), 2.30 (s, 3H); °C NMR (CDCL;, TMS, 75 MHz) & 172.47, 172.22,
155.23, 137.90, 137.10, 136.23, 133.73, 130.79, 130.42, 128.48, 128.13, 127.33,
126.65, 125.89, 67.59, 64.52, 52.53, 52.37, 45.82, 19.51, 11.29; HRMS Calcd. For
C23H2CIN;Os + H': 456.1248, found: 456.1249. The product was analyzed by HPLC
to determine the enantiomeric excess: 84 % ee (Chiralpak AS-H, i-propanol/hexane =

20/80, flow rate 1.0 mL/min, A = 220 nm); t,= 9.47 and 13.89 min.

Methyl (25, 3R, 4S, SR)-5-(4-chlorophenyl)-3-(4-methoxyphenyl)-4-(3-methyl-4-
nitroisoxazol-5-yl)pyrrolidine-2-carboxylate:

Yield (65 %); yellow solid. m.p. 136-138 °C. '"H NMR (CDCls, TMS, 300 MHz) &
7.26-7.15 (m, 6H), 6.85 (d, J= 8.6 Hz, 2H), 5.12 (d, /= 8.9 Hz, 1H), 4.77 (t, /= 9.5
Hz, 1H), 4.15-4.10 (m, 2H), 3.77 (s, 3H), 3.73 (s, 3H), 2.87 (s, 1H), 2.30 (s, 3H); °C
NMR (CDCls, TMS, 75 MHz) 6 172.35, 172.00, 158.93, 155.07, 138.14, 133.60,
129.38, 128.61, 128.38, 128.09, 114.21, 113.91, 77.43, 77.00, 76.58, 67.03, 64.05,
55.07, 52.26, 52.12, 49.99, 11.23; HRMS Calcd. For Cy3H,,CIN;Og + H': 472.1197,
found: 472.1180. The product was analyzed by HPLC to determine the enantiomeric
excess: 90 % ee (Chiralpak AS-H, i-propanol/hexane = 20/80, flow rate 1.0 mL/min,
A =220 nm); t,= 16.50 and 25.22 min.
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Methyl (25, 38, 4S5, SR)-5-(4-chlorophenyl)-4-(3-methyl-4-nitroisoxazol-5-yl)-3-
((E)-styryl)pyrrolidine-2-carboxylate:

Yield (80 %); yellow solid. m.p. 124-126 °C. '"H NMR (CDCls, TMS, 300 MHz) &
7.33-7.20 (m, 5H), 7.17 (m, 4H), 6.56 (d, J=15.7 Hz, 1H), 6.14 (dd, J = 15.7, 8.5 Hz,
1H), 5.01 (d, J = 5.4 Hz, 1H), 4.59 (t, J = 9.5 Hz, 1H), 3.96 (d, J = 6.0 Hz, 1H),
3.86-3.73 (m, 4H), 2.80 (s, 1H), 2.35 (s, 3H); ’C NMR (CDCl;, TMS, 75 MHz) §
172.65, 172.31, 155.51, 138.25, 136.35, 134.21, 134.07, 129.35, 128.84, 128.41,
128.25, 126.66, 126.08, 105.35, 77.73, 77.31, 76.88, 65.80, 64.37, 52.78, 50.67, 49.55,
11.65; HRMS Caled. For CosH2CIN;3Os + H': 468.1248, found: 468.1250. The
product was analyzed by HPLC to determine the enantiomeric excess: 85 % ee
(Chiralpak AS-H, i-propanol/hexane = 20/80, flow rate 1.0 mL/min, A = 220 nm); t,=
12.21 and 17.63 min.

COzMe

3o

Methyl (25, 3S, 4S8, SR)-5-(4-chlorophenyl)-3-cyclopropyl-4-(3-methyl-4-nitro-
isoxazol-5-yl)pyrrolidine-2-carboxylate:

Yield (87 %); yellow oil. '"H NMR (CDCls, TMS, 300 MHz) § 7.08-7.15 (m, 4H),
4.90 (d, J = 8.4 Hz, 1H), 4.45-4.57 (m, 1H), 3.94 (d, J = 8.4 Hz, 1H), 3.86 (s, 3H),
2.64-2.75 (m, 1H), 2.36 (s, 3H), 0.81-0.92 (m, 1H), 0.55-0.62 (m, 1H), 0.33-0.45 (m,
1H), 0.21-0.31 (m, 1H), 0.07-0.14 (m, 1H); *C NMR (CDCl;, TMS, 75 MHz) &
172.98, 155.10, 137.37, 133.45, 129.43, 128.28, 127.94, 65.75, 64.44, 52.33, 51.54,
49.71, 13.79, 11.32, 4.01, 3.16; HRMS Calcd. For Ci9HCIN3Os + H': 406.1091,

found: 406.1093. The product was analyzed by HPLC to determine the enantiomeric
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excess: 64 % ee (Chiralpak AS-H, i-propanol/hexane = 10/90, flow rate 1.0 mL/min,
A =220 nm); t,=11.95 and 16.84 min.

“1CO,Me

4a

Methyl (2R, 3R, 4S5, 55)-5-(4-chlorophenyl)-4-(3-methyl-4-nitroisoxazol-5-yl)-3-
phenylpyrrolidine-2-carboxylate:

Yield (95 %); yellow solid. m.p. 134-136 °C. '"H NMR (CDCls, TMS, 300 MHz) &
7.48 (d, J = 8.1 Hz, 2H), 7.32 (d, J = 8.1 Hz, 2H), 7.27-7.20 (m, 5H), 4.89-4.96 (m,
1H), 4.66 (d, J = 9.9 Hz, 1H), 4.35-4.44 (m, 2H), 3.25 (s, 3H), 2.41 (s, 3H); °C NMR
(CDCl3, TMS, 75 MHz) & 173.25, 171.19, 155.773, 137.03, 135.49, 134.36, 129.04,
128.59, 127.72, 67.52, 65.09, 54.59, 51.72, 48.97, 11.54; HRMS Calcd. For
CyH20CIN;Os + H': 442.1164, found: 442.1158. The product was analyzed by HPLC
to determine the enantiomeric excess: 93 % ee (Chiralpak AS-H, i-propanol/hexane =

20/80, flow rate 1.0 mL/min, A = 220 nm); t,= 9.05 and 13.58 min.

NO,
Ph

"1CO,Me

Br/® 4b

Methyl (2R, 3R, 4S8, 55)-5-(4-bromophenyl)-4-(3-methyl-4-nitroisoxazol-5-yl)-3-

N
H

phenylpyrrolidine-2-carboxylate:

Yield (63 %); yellow solid. m.p. 156-158 °C. '"H NMR (CDCls, TMS, 300 MHz) &
7.48 (d, J = 8.4 Hz, 2H), 7.41 (d, J = 8.4 Hz, 2H), 7.19-7.30 (m, 5H), 4.88-4.96 (m,
1H), 4.65 (d, J = 9.9 Hz, 1H), 4.31-4.45 (m, 2H), 3.25 (s, 3H), 2.41 (s, 3H); °C NMR
(CDCl;, TMS, 75 MHz) & 173.25, 171.18, 155.81, 137.55, 135.49, 132.02, 131.27,
128.81, 128.63, 127.96, 127.73, 122.56, 67.56, 65.12, 54.63, 51.75, 48.91, 11.57;

HRMS Calcd. For C,H0BrN3;Os + H': 486.0659, found: 486.0652. The product was
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analyzed by HPLC to determine the enantiomeric excess: 92 % ee (Chiralpak AS-H,
i-propanol/hexane = 20/80, flow rate 1.0 mL/min, A = 220 nm); t,= 9.95 and 15.25

min.

NO,
Ph

Me H 4c

Methyl (2R, 3R, S, 55)-4-(3-methyl-4-nitroisoxazol-5-yl)-3-phenyl-5-(p-tolyl)
pyrrolidine-2-carboxylate:

Yield (89 %); yellow solid. m.p. 113-115°C. '"H NMR (CDCls, TMS, 300 MHz) &
7.40 (d, J = 8.1 Hz, 2H), 7.20-7.32 (m, 5H), 7.15 (d, J = 8.1 Hz, 2H), 4.89-4.98 (m,
1H), 4.63 (d, J = 9.9 Hz, 1H), 4.30-4.45 (m, 2H), 3.23 (s, 3H), 2.39 (s, 3H), 2.33 (s,
3H); >C NMR (CDCls, TMS, 75 MHz) § 173.25, 171.70, 155.70, 138.43, 135.86,
134.93, 129.56, 128.56, 127.78, 126.96, 68.29, 65.31, 54.96, 51.75, 49.03, 21.12,
11.60; HRMS Calcd. For Cy3H23N305 + H': 422.1710, found: 422.1703. The product
was analyzed by HPLC to determine the enantiomeric excess: 92 % ee (Chiralpak
AD-H, i-propanol/hexane = 20/80, flow rate 1.0 mL/min, A = 220 nm); t,= 15.92 and
19.87 min.

"1CO,Me
4d

Methyl (2R, 3R, 4S, 55)-4-(3-methyl-4-nitroisoxazol-5-yl)-3-phenyl-5-(m-tolyl)

pyrrolidine-2-carboxylate:

Yield (96 %); yellow solid. m.p. 84-86 °C. '"H NMR (CDCls, TMS, 300 MHz)
§7.09-7.38 (m, 9H), 4.85-4.98 (m, 1H), 4.65 (d, J = 9.9 Hz, 1H), 4.30-4.48 (m, 2H),
3.24 (s, 3H), 2.39 (s, 3H), 2.35 (s, 3H); °C NMR (CDCl;, TMS, 75 MHz) & 173.17,

171.60, 155.67, 138.54, 137.88, 135.85, 129.38, 128.70, 128.52, 127.76, 124.04,
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68.39, 65.24, 54.87, 51.69, 48.98, 21.33, 11.52; HRMS Calcd. For C,3H»;N305 + H':
422.1710, found: 422.1703. The product was analyzed by HPLC to determine the
enantiomeric excess: 90 % ee (Chiralpak AS-H, i-propanol/hexane = 20/80, flow rate

1.0 mL/min, A = 220 nm); t,= 7.00 and 10.52 min.

"1CO,Me

4e
Methyl (2R, 3R, 4S8, 55)-5-(4-methoxyphenyl)-4-(3-methyl-4-nitroisoxazol-5-yl)-

3-phenylpyrrolidine-2-carboxylate:

Yield (85 %); yellow solid. m.p. 96-98 °C. '"H NMR (CDCl;, TMS, 300 MHz) & 7.45
(d, J= 8.1 Hz, 2H), 7.18-7.32 (m, 5H), 6.87 (d, J = 8.1 Hz, 2H), 4.89-4.98 (m, 1H),
4.62 (d, J=10.2 Hz, 1H), 4.30-4.43 (m, 2H), 3.79 (s, 3H), 3.23 (s, 3H), 2.40 (s, 3H);
5C NMR (CDCl;, TMS, 75 MHz) & 173.30, 171.67, 159.65, 155.66, 135.80, 129.95,
128.53, 128.27, 127.73, 114.15, 68.00, 65.20, 55.12, 54.78, 51.70, 48.93, 11.57;
HRMS Calced. For Cp3H3N304 + H': 438.1660, found: 438.1658. The product was
analyzed by HPLC to determine the enantiomeric excess: 90 % ee (Chiralpak AS-H,
i-propanol/hexane = 20/80, flow rate 1.0 mL/min, A = 220 nm); t,= 11.11 and 16.25

min.

OMe 4f
Methyl (2R, 3R, 4S5, 55)-5-(2-methoxyphenyl)-4-(3-methyl-4-nitroisoxazol-5-yl)-
3-phenylpyrrolidine-2-carboxylate:
Yield (80 %); yellow solid. m.p. 148-150 °C. '"H NMR (CDCls, TMS, 300 MHz) &
7.45 (d, J = 7.2 Hz, 1H), 7.20-7.35 (m, 6H), 6.83-6.67 (m, 2H), 4.97-5.08 (m, 1H),
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4.79 (d, J =99 Hz, 1H), 4.49 (d, J = 9.6 Hz, 1H), 4.27-4.37 (m, 1H), 3.84 (s, 3H),
3.20 (s, 3H), 2.41 (s, 3H); °C NMR (CDCl;, TMS, 75 MHz) & 172.64, 172.18,
157.41, 155.51, 137.19, 129.51, 128.36, 127.90, 127.56, 124.96, 120.82, 110.53,
65.47, 65.20, 55.12, 54.81, 51.54, 48.54, 11.55; HRMS Calcd. For C,3H»3N306 + H':
438.1660, found: 438.1653. The product was analyzed by HPLC to determine the
enantiomeric excess: 84 % ee (Chiralpak AS-H, i-propanol/hexane = 20/80, flow rate

1.0 mL/min, A = 220 nm); t,= 7.85 and 16.30 min.

NO,
Ph

Oy gom
H 4g

Methyl (2R, 3R, 4S5, 55)-5-(3-methoxyphenyl)-4-(3-methyl-4-nitroisoxazol-5-yl)-
3-phenylpyrrolidine-2-carboxylate:

Yield (89 %); yellow solid. m.p. 134-136 °C. '"H NMR (CDCls, TMS, 300 MHz) &
7.20-7.35 (m, 6H), 7.00-7.15 (m, 2H), 6.85 (d, J = 8.1 Hz, 1H), 4.89-5.05 (m, 1H),
4.65 (d, J = 9.9 Hz, 1H), 4.28-4.57 (m, 2H), 3.83 (s, 3H), 3.25 (s, 3H), 2.41 (s, 3H);
BC NMR (CDCl;, TMS, 75 MHz) & 173.16, 171.45, 159.84, 155.63, 139.84, 135.70,
131.18, 129.77, 128.48, 127.70, 119.17, 114.25, 112.26, 68.21, 65.20, 55.05, 54.71,
51.60, 48.80, 22.52, 11.45; HRMS Calcd. For C,3H»3N306 + H': 438.1660, found:
438.1652. The product was analyzed by HPLC to determine the enantiomeric excess:
87 % ee (Chiralpak AS-H, i-propanol/hexane = 20/80, flow rate 1.0 mL/min, A = 220
nm); t,= 18.54 and 23.49 min.

Methyl (2R, 3R, 4S, 55)-4-(3-methyl-4-nitroisoxazol-5-yl)-3-phenyl-5-(thiophen-

2-yl)pyrrolidine-2-carboxylate:
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Yield (90 %); yellow solid. m.p. 146-148 °C. '"H NMR (CDCls, TMS, 300 MHz) &
7.15-7.35 (m, 7H), 7.00-7.10 (m, 1H), 6.88-6.98 (m, 1H), 4.89-5.05 (m, 3H), 4.44 (d,
J =9.6 Hz, 1H), 4.25-4.38 (m, 1H), 3.24 (s, 3H), 2.44 (s, 3H); °C NMR (CDCl,
TMS, 75 MHz) 6 172.47, 171.25, 155.77, 141.77, 135.71, 131.40, 128.51, 127.86,
127.75, 126.84, 125.60, 125.11, 65.24, 63.25, 54.76, 51.69, 49.96, 11.53; HRMS
Calcd. For C20H9N30sS + H': 414.1118, found: 414.1112. The product was analyzed
by HPLC to determine the enantiomeric excess: 85 % ee (Chiralpak AS-H,
i-propanol/hexane = 20/80, flow rate 1.0 mL/min, A = 220 nm); t,= 10.18 and 14.51

min.

"1CO,Me
4i

Methyl (2R, 3R ,4S, SR)-5-butyl-4-(3-methyl-4-nitroisoxazol-5-yl)-3-phenylpyrr-

olidine-2-carboxylate:

Yield (75 %); yellow oil. '"H NMR (CDCls, TMS, 300 MHz) § 7.15-7.30 (m, 5H),
4.26-4.40 (m, 2H), 4.10-4.25 (m, 1H), 3.46-3.60 (m, 1H), 3.18 (s, 3H), 2.49 (s, 3H),
1.55-1.80 (m, 2H), 1.36-1.50 (m, 1H), 1.25-1.35 (m, 2H), 0.80-0.90 (m, 3H); °C
NMR (CDCl;, TMS, 100 MHz) 6 172.46, 155.74, 136.62, 128.84, 128.38, 127.71,
127.62, 127.29, 126.84, 65.61, 65.21, 55.16, 51.60, 49.17, 33.39, 28.80, 22.54, 13.78,
11.62; HRMS Calcd. For CyHasN30s + H': 388.1794, found: 388.1799. The product
was analyzed by HPLC to determine the enantiomeric excess: 86 % ee (Chiralpak
AS-H, i-propanol/hexane = 2/98, flow rate 1.0 mL/min, A = 220 nm); t,= 12.00 and
22.94 min.
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Methyl (2R, 3R, 4S, 55)-5-(4-chlorophenyl)-2-methyl-4-(3-methyl-4-nitro
isoxazol-5-yl)-3-phenylpyrrolidine-2-carboxylate:

Yield (67 %); yellow solid. m.p. 135-137°C. '"H NMR (CDCls, TMS, 300 MHz) &
7.48 (d, J = 8.1 Hz, 2H), 7.31 (d, J = 8.1 Hz, 2H), 7.20-7.27 (m, 6H), 5.10-5.21 (m,
1H), 4.71 (d, J = 10.5 Hz, 1H), 3.93 (d, J = 12.6 Hz, 1H), 3.29 (s, 3H), 2.38 (s, 3H),
1.69 (s, 3H); *C NMR (CDCl;, TMS, 100 MHz) & 175.13, 170.97, 155.73, 136.91,
134.82, 134.29, 131.17, 129.02, 128.62, 128.56, 128.11, 127.63, 70.47, 66.33, 62.96,
52.17, 49.35, 25.32, 11.59; HRMS Calcd. For C3H»CIN;Os + H': 456.1248, found:
456.1252. The product was analyzed by HPLC to determine the enantiomeric excess:
82 % ee (Chiralpak AS-H, i-propanol/hexane = 10/90, flow rate 1.0 mL/min, A = 220
nm); t,=7.14 and 9.07 min.

4k

(25, 3S, 4R, SR)-3-(3-methyl-4-nitroisoxazol-5-yl)-2,4-diphenyl-7-oxa-1-azaspiro
[4.4]nonan-6-one:

Yield (61 %); yellow oil. '"H NMR (CDCl;, TMS, 300 MHz) & 7.58-7.65 (m, 2H),
7.26-7.45 (m, 8H), 5.35-5.51 (m, 1H), 4.79 (d, J = 10.2 Hz, 1H), 4.01-4.20 (m, 2H),
3.41-3.58 (m, 1H), 2.61-2.79 (m, 2H), 2.36 (s, 3H); °C NMR (CDCL;, TMS, 100
MHz) 6 178.97, 170.48, 155.76, 141.77, 138.40, 132.96, 129.23, 129.00, 128.80,
127.48, 70.04, 67.41, 64.70, 61.14, 49.66, 37.11, 11.60; HRMS Calcd. For
Cy3H21N305 + H': 420.1481, found: 420.1485. The product was analyzed by HPLC to
determine the enantiomeric excess: 76 % ee (Chiralpak AS-H, i-propanol/hexane =

20/80, flow rate 1.0 mL/min, A = 220 nm); t,= 16.58 and 26.14 min.
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Methyl (25, 3R, 4S, SR)-1-benzoyl-5-(4-chlorophenyl)-4-(3-methyl-4-nitro
isoxazol-5-yl)-3-phenylpyrrolidine-2-carboxylate:

Yield (91 %); yellow solid. m.p. 148-150 °C. '"H NMR (CDCls, TMS, 300 MHz) &
7.11-7.36 (m, 14H), 5.10-5.18 (m, 1H), 4.79-4.86 (m, 1H), 4.14-4.21 (m, 2H), 3.72 (s,
3H), 2.30 (s, 3H); °C NMR (CDCls, TMS, 100 MHz) & 171.57, 168.47, 155.03,
134.43, 130.49, 129.13, 128.55, 128.07, 127.93, 127.65, 126.94, 66.56, 64.34, 52.59,
50.69, 46.87, 11.31; HRMS Calcd. For CyHCIN3Os + H': 546.1426, found:
546.1426. The product was analyzed by HPLC to determine the enantiomeric excess:
84 % ee (Chiralpak IC-H, i-propanol/hexane = 50/50, flow rate 1.0 mL/min, A = 220
nm); t,= 14.67 and 20.57 min.

Methyl (25, 3R, 4S, SR)-1-benzoyl-5-(4-chlorophenyl)-4-(3-methyl-4-nitro
isoxazol-5-yl)-3-phenylpyrrolidine-2-carboxylate:

Yield (85 %); white solid. m.p. 153-155°C. '"H NMR (CDCl;, TMS, 300 MHz) &
6.83-7.80 (m, 14H), 5.38-5.52 (m, 2H), 5.09-5.28 (m, 1H), 4.31-4.68 (m, 1H), 3.38 (s,
3H), 2.41 (s, 3H); °C NMR (CDCl;, TMS, 100 MHz) & 174.74, 171.88, 147.75,
135.88, 133.61, 130.03, 128.90, 128.40, 127.75, 65.32, 53.71, 49.59, 36.47, 27.52,
11.67; HRMS Calcd. For CyHyCIN;Og + H': 546.1422, found: 546.1419. The

product was analyzed by HPLC to determine the enantiomeric excess: 86 % ee
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(Chiralpak IC-H, i-propanol/hexane = 30/70, flow rate 1.0 mL/min, A = 220 nm); t,=
16.41 and 18.99 min.
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VII HPLC Chromatograms

Data File D:ALCADATAAXWWXY-3-90\XY¥-3-9 2015-04-18 09-22-024021-0201.D
Sample FName: X¥-3-14

Acyg. Operator XY Seq. Line : 2
Acg. Instrument : Instrument 1 Location : Vial 21
Injection Date : 4/18/2015 9:34:44 AM Inj : 1

Inj Volume : § pl

Acg. Method ¢ DOALCYDATANXVAKY-3-0KY-3-9 2015-04-18 09-22-02\ ASH-20-80-1ML-220RM-30HIN.

1
4/18/2015 9:45:50 AM by XY
(modified after loading)

Last changed

Analysis Method : D:A\LC\DATANKYAXY-3-9MX¥-3-9 2015-04-18 09-22-024021-0201.D\DA.M (ASH-20-

§0-1ML -2 Z0RM- 30MIN. M)
Last changed v 5/ 12/2015 8:02:22 PM by LJ
(modified after loading)

g
VDT A e welength=220 nm (DALCDATAR YROY-3-9%(Y-30 201504-18 (9-2202'0210201.0)

mAU
100
30
g
60 g
40..
204
04
-204
10 15 20 min
Area Percent Report
Sorted By H Sigmal
Multiplier : 1.0000
Dilution H 1.0000
Use Multiplier & Dilution Factor with ISTDs
Sigmal 1: WID1l &, Wavelength=220 nm
Peale RetTime Type TWidth Area Height Area
# [min] [min] mal *s [mar ] 3
e e ] e e e e e E e ] ] |
1 11.904 MM 0.7958 5647.07373 118.26422 50.5482
2 16.3Z6 BB 1.1266 5524.58008  70.28991 49.4518
Totals : 1.11717e4  188.55413
Instrument 1 §/12/2015 §:02:34 PM LJ Page 1 of

$49



Data File D:ALCADATAAVKTXY-3-94\XY¥-3-9 2015-04-18 09-22-024022-0601.D
Sample Name: X¥-3-94

Acig. Operator ¢ XY Seq. Line : B
Acqg. Instrument : Instrument 1 Location : Wial 22
Injection Date : 4/18/2015 10:54:45 AM Inj : 1
Inj Volume : 5 pl
Acq. Method ¢ DIALCYDATANXWAXY-3-9MXY-3-9 2015-04-18 09-22-024 ASH-20-80-1ML- 22 0NM-30MIN.
M
Last changed v 12/20/2014 10:18:35 A by XY

Analysis Method : D:A\LCYDATAWXYANY-3-0XY-3-9 2015-04-18 09-22-02\022-060L.D\DA.M (ASH-Z0-

§0-1ML -2 20RM- 30MIN. M)
Last changed ¢ 5/12/2015 §:18:33 PM by LJ
(modified after loading)

L
VDT A, Vigwelength=220 nm (DALCDATAR Y Y-3-9%Y-30 2015-04-18 (9-2202'0220601.0)

mAU 3
160 4
140 4
1204
100 4
80
60
40_
ol
@ "?
20 ¢ ¥
J 56
p—" /\._
T T T
0 10 15 20 mn
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VWUD1l A, Wavelength=220 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] mal *s [malr ] ]
i e | ==== ===~ [ === | === [====—=—== |
1 11.939 BB 0.6995 7898.25195 164.15903 93.5601
Z 16.438 MM 1.1514 543.649986 7.86932 6.4399
Totals : 5441.90192 172.05835
Instrument 1 5/12/2015 §:18:39 PM LJ Page 1 of

S50



Data File D:WLCVDATAAXWXY-3-190X¥-3-19-2 2015-04-28 20-51-48%001-0201.D
Sample Name: X¥-3-194

Acg. Operator : HR Seq. Line : 2
Acg. Instrument : Instrument 1 Location : Vial 1
Injection Date : 4/28/2015 9:09:32 PH Inj : 1
Inj Yolume : 5§ nl
Acq. Method ¢ DiALCADATA XYAKY-3-19\X¥-3-19-2 2015-04-28 20-51-48\1D-20-30-1ML-220M1-
JO0MIN. M
Last changed T 4/ 28/2015 §:49:12 PM by HR

Inalysis Method : D:\LC\DATA\XVAXY-3-194X¥-3-19-2 2015-04-28 20-51-48%001-0201.D\DA.M (ID-

20-80-1ML-Z20MM-30M IN. M)
Last changed v 541272015 9:03:18 PM by LJ
(modified after loadin

SANDT A, Wavelength=220 nm (DAL COAT AR Yo V-3- 19007-3 19-2 D 15-04-23 20-51-43001-0201 0)
mAU 3
L)
400 1
©
300
200
1004
0 ——A—/‘Mﬁ—_#\\_l—\—l—\— T
T T ] |
0 5 10 15 20 25

n
n
n
n

Area Percent Report

Sorted By ¥ Signal
Multiplier . 1.0000
Dilution ' 1.0000

Use Multiplier & Dilution Factor with ISTDs

Sigmal 1: VUD1l &, Wavelength=2Z0 nm

Peale RetTime Type Tidth Area Height Area
# [min] [min] maT *s [maUu ] ]

1 11.799 VB 0.4765 1.52442e4  462.20883 50.5480
2 15.093 BB 0.5876 1.47357e4  364.94934 49,1520

Totals : 2.99799e4  827.15817

Instrument 1 5/12/2015 9:03:27 PM LJ



Data File D:ALCADATANKTXY-3-19\K¥-3-19-2 2015-04-28 20-51-484002-0301.D

Sample Name: XY¥Y-3-204

Acyg. Operator
Acg. Instrument :
Injection Date
Acg. Method

Last changed
Analysis Method :

Last changed

: HR Seg. Line : 3
Instrument 1 Location : Wial 2

T 4/ 28/2015 9:40:55 PU Inj : 1

Inj Volume : § nl

¢ DiALCYDATAY XVANY-3- 190 X¥-3-19-2 2015-04-28 20-51-48%ID-20-80-1ML-220M1-

JOMIN. M

¢ 4/28/2015 §:49:12 PH by HR

DiALCADATANKVAKY-3-19MXY-3-19-2 2015-04-28 20-51-48\002-030L.DADA.M (ID-
20-80-1ML-220MI-30M IN. M)

© 5/ 1272015 9:05:32 PH by LJ

(modified after loading)

mAU

250 1

200

150 -

100

504

MVDT A, Vielength=220 nm (DALCDATAR Y V-3- 1900Y-3-19-2 2015-04-28 20-51-43'002-0801.00

]
=]

Area Percent Re

ort

n=

Sorted By
Multiplier
Dilution

Signal
1.0000
1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VID1 A&, Wavelength=2Z0 nm

Peal RetTime Type
# [min]

Width Area Height Area

[min] miJ *s [malr ] ]
e [====i === === [========== [======== |

0.4630 823.24670 25.36865 B.B722

1 11.816 VB
2 15.095 VB

Totals :

0.5844 1.15152e4  287.13565 93.3278

1.23385e4  312.50430

Instrument 1 5/12/2015 9:05:37 PM LJ

Page 1 of

S52



Data File D:ALCADATAZVKTXY-3-T\XY-3-7 2015-04-15 20-39-164011-0201.D
Sample FName: XY¥-Z-644

Acig. Operator H H
Acqg. Instrument : Instrument 1 Location : Wial 11

Injection Date : 4/15/2015 §:51:40 PM Inj : 1
Inj Yolume : 5 nl
Acq. Method ¢ DALCADATAVXVAXY-3-TX¥-3-7 2015-04-15 20-39-16% ASH-20-80-1ML-220RM-30MIN.
1
Last changed v 1272042014 10:18:35 AM by XY

Analysis Method : D:ALC\DATA\XYAXY-3-T\XY-3-7 2015-04-15 20-39-164011-0201.D\DA.M (ASH-20-
§0-1ML -2 Z0RM-30MIN. M)

Last changed v 541272015 7:22:29 PM by LJ
(modified after loading)

WD A MiEwelength=220 nm (DALCADATAN YROE3-79Y-3-7 2015-04-15 20-39-16'0110201.0)
mAU
80
(-3
60 1]
3
40_
204
) RS W N
T T T T
0 5 10 15 20 25 mn
Area Percent Report
Sorted By i Signal
Multiplier d 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: WUWD1 A, Wavelength=2Z0 nm
Peale RetTime Type TWidth Area Height Area
# [min] [min] m&F *s [manr ] ]
=== |===c=oc |====]-====-- R |=====m=== |-===--- |
1 1z.540 MM 0.8678 4792.93848  92.05077 50.0559
Z 18.129 BB 1.2890 4782.22510  52.18631 49.9441
Totals : 9575.16357 144.23708
Instrument 1 5/12/2015 7:22:38 PM LJ Page 1 of

S53



Data File D:ALCADATANXWTXY-3-T\XY-3-7 2015-04-15 20-39-164012-0301.D

Sample Name: X¥-3-TA

Acqg. Operator
Acg. Instrument :
Injection Date
Acg. Method

Last changed
Analysis Method :

Last changed

¢ XY

Instrument 1

¢ 4/15/2015 9:23:17 PH

12/20/2014 10:18:35 A by XY

Seg. Line :

Location :

Inj :

Inj Volume :

¢ DIALCYDATANXVAXY-3-TKY-3-7 2015-04-15 20-39-16% ASH-20-80-1ML-220RM-30MIN.
1

3
Vial 12
1
5 nl

DiALCYDATAY XVAKY-3-TXY-3-7 2015-04-15 20-39-164012-0301.D\DA.M (ASH-20-

§0-1ML-ZZ0RM-30MIN. M)

v 571272015 7027035 PM by LJ

(modified after loading)

D1 A Miawelength=220 nm (DALCDATAR WO 3-7RY-3-7 201504-15 20-39-16'0120301.0)
mAU =
1204
100
30 4
60
40.
9
AN
204 g b??:-
™ G
a6
g_—J/L~ PN AN L ﬂ\‘z_l_
T T T T T
5 10 15 20 25 mn
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VUD1 &, Wavelength=22Z0 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] m&F *s [maUy ] ]
__________________________________________________ |
1 12.524 BB 0.7662 6907.12549 130.16173 93.9638
2 18.206 MM 1.3247 443.70929 5.58250 6.0362
Totals : 7350.83478 135.74422
Instrument 1 §/12/2015 7:27:42 P LJ Page 1 of

S54



Data File D:\LCADATANXWXY-3-94\XY-3-9 2015-04-18 09-22-024025-0901.D
Sample Name: XY-2-64D

Acg. Operator 1= XY Seq. Line : 9
Acg. Instrument : Instrument 1 Location : Wial 2§
Injection Date : 4/18/2015 1:29:53 PM Inj : 1
Inj Volume : § pl
Acq. Method ¢ D:ALCYDATANXVAXY-3-90K¥-3-9 2015-04-18 09-22-024 ASH-20-80-1ML-220RM-20MIN.
o4
Last changed t 4/15/2015 2:29:47 PM by Z0

Analysis Method : D:\LCYDATANXVA\XY-3-9MX¥-3-9 2015-04-18 09-22-024025-0901.D4DA.M (ASH-20-
80-1ML -2 20RM- 0MIN. M)
Last changed v 5/12/2015 §:23:45 PM by LJ

(modified after loading)
VDT A il welength=220 nm (DALCOATAR 1o 1-3-9% 1-39 20150418 (8-2202'0250901.0)

maU g
175 4
150 1
125
100
«©o
&
Pxcd
75 ~
50
N \
e e
0 5I 1;] 1I5 ZID 2I5 min
Area Percent Report
Sorted By : Sigmal
Multiplierx 4 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VWD1 A, Wavelength=220 nm
Peale RetTime Type TWidth Area Height Area
# [min] [min] m&J *s [mar ] ]
e R e e ot e Kttt |
1 10.836 VB 0.9118 1.18972ed4  200.16354 50.9461
2 23.845 \B 2.1084 1.14554e4 74.07942 49.0539
Totals : 2.33526e4  274.24297
Instrument 1 5/12/2015 §:23:59 PM LJ Page 1 of 1

S55



Data File D:\LCADATAAXWXY-3-9\X¥-3-9 2015-04-18 09-22-024026-1001.D
Sample FName: X¥-3-5C

Aciyg. Operator T XY Seq. Line : 10
Acg. Instrument : Instrument 1 Location : Vial 26
Injection Date : 471872015 2:01:17 PM Inj : 1
Inj Yolume : 5§ nl
Acqg. Method ¢ DiALCADATA XVAXY-3-9\X¥-3-9 2015-04-18 09-22-024 ASH-20-80-1ML-220NM- 40MIN.
1
Last changed T 4/ 15/2015 2:29:47 PM by 20

Analysis Method : D:ALCADATANXYAXY-3-9MXY-3-9 2015-04-18 09-22-024026-1001.DA\DA.M (ASH-20-
80-1ML -2 200M- 40MIN. M)

Last changed v 541272015 §:27:02 PM by LJ
(modified after loading)

W01 A, Nawelength=220 nm (DALCDATAR WOY-3-9%Y-340 201504-18 (9-2202'026-1001.00)
mAl a

175

150

125

100

75

50

A
P
254 oS N
il
ol A . /_H-\"“":—n*,
T T T T T
1] 5 10 15 20 25 mn
Area Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution i 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VWDl A&, Wavelength=2Z0 nm
Peale RetTime Type TWidth Area Height Area
# [min] [min] miT *s [mar ] 3
e | |- |- |~ |
1 10.823 VB 0.9005 1.16932ed  199.15460 91.3462
Z2 oz2s.127mm 2.1345 1107.76782 §.64990 §.6538
Totals : 1.28009e4  207.80450
Instrument 1 §/12/2015 8:27:07 PM LJ Page 1 of 1
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MeO

Data File D:A\LCADATAAVKW XY-3-140X¥-3-14 2015-04-23 20-08-444007-1101.D

Sample Name: XY¥-2-64E

Acig. Operator H
Acig. Instrument :
Injection Date
Acig. Method

Last changed
Analysis Method :

Last changed

Instrument 1 Location : Wial 7

t 472472015 2:58:28 AM Inj : 1

Inj Yolume : 5 nl

¢ DIALCADATANXWAXY-3- 1 XY-3-14 2015-04-23 20-08-444A5SH-20-80-1ML-220NM-

GOMIN. M

¢ 1/5/2015 8:51:40 PM by XY

D:ALCYDATAN XVANY-3- 140 X¥-3-14 2015-04-23 20-08-44007-1101.D\DA.M (ASH-20-

§0-1ML-ZZ0RM-60MIN. M)

¢ 5/12/2015 8:37:41 PM by LJ

(modified after loading)

SAVDT A, i@ elength=220 nm (DALCOATAR Y& V-3-140Y-3-14 2015-04-23 20-08-44007-1101.0)
mAU -
40.
35
30
25
o
20 4 = 4
@ 4
&€
15
10
5_
R —
T T T T T T T
0 5 10 15 20 25 30 35 40 45  mn
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: WUWD1 A, Wavelength=2Z0 nm
Peale RetTime Type TWidth Area Height Area
# [min] [min] m&F *s [manr ] ]
=== |===c=oc |====]-====-- R it |=====m=== |-====--- |
1 15.214 VB 0.9206 2641.72363  41.00038 S50.6926
2 29.571 MM 2.8188 2569.54102  15.19267 49.3074
Totals : 5211.26465  56.19304
Instrument 1 5/12/2015 §:37:46 PM LJ Page 1 of

S57



Data File D:\LCADATAAXWXY-3-1H/XY¥-3-14 2015-04-23 20-08-44,008-1201.D
Sample Name: XY¥-3-9B

Acqg. Operator ¢ XY Seq. Line @ 12

Acg. Instrument : Instrument 1 Location : Wial §
Injection Date : 4/24/2015 3:47:46 AM Inj : 1
Inj Yolume : 5 nl
Acq. Method ¢ DALCYDATANXYAXY-3-14X¥-3-14 2015-04-23 20-08-44\ASH-20-80-1ML-220RM-
GOMIN. I
Last changed ¢ 1/ 5/2015 §:51:40 PM by XY

Analysis Method : D:ALCADATANXVANY-3-14\XY-3-14 2015-04-23 20-08-445008-1201.\DA. M (ASH-20-

80-1ML-Z20RM-6O0MIN. M)
Last changed v 5/12/2015 §:39:27 PM by LJ
(modified after loadin

q)
MIYDT A, Vigelength=220 nm (DALCDATAR Y Y-3- 140(Y-3-14 2015-04-23 20-08-44002-1201.0)

mAU g
60
50
40..
304
204
104 &
a
@
o~
oL pay
0 5 10 15 20 » 30 35 40 % __mn
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: WUD1 A, Wavelength=2Z0 nm
Peale RetTime Type TWidth Area Height Area
# [min] [min] m&T *s [mar ] ]
e e e e e b RO D o |
1 15.193 BB 0.9199 4113.26270 62.80519 94.7375
2 29.727 BV 1.5465 228.48344 1.73510  5.2625
Totals : 4341.74614  64.54029
Instrument 1 5/12/2015 8:39:31 P LJ Page 1 of

S58



CO,Me

3f

Data File D:ALCADATANKTXY-3-8\XY¥-3-8 2015-04-16 20-35-374031-0201.D
Sample Name: XY¥Y-2-T04

Acyg. Operator t XY :
Acg. Instrument : Instrument 1 Location : Wial 31

Injection Date : 4/16/2015 9:08:00 PH Inj : 1
Inj Yolume : 5 nl
Acq. Method ¢ DALCADATANXVAXY-3-8\X¥-3-8 2015-04-16 20-35-37\ ASH-20-80-1ML-220NM-40MIN.
1
Last changed v 471572015 2:29:47 PM by 20

Analysis Method : D:\LC\DATA,XYWXY-3-8\X¥-3-8 2015-04-16 20-35-3T\031-0201.D4DA.M (ASH-20-
§0-1ML -2 20RM- 20MIN. M)
Last changed t 51272015 7:39:33 PM by LJ

(modified after loading)
SAOT A, i@ elength=220 nm (DALCDATAY 1 1-3-8% V-3 20150416 20-35370310201.0)

mA
175 4
150 4
125
«©
1004 9
75
50
25 4
04
T T T T T
5 10 15 20 25 mn
Area Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution ! 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VID1 A&, Wavelength=2Z0 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] m&J *s [malr ] ]
e | | === |- |-~ |
1 10.812z MM 0.6834 8138.98389 197.04778 50.2412
Z 17.946 BB 1.3557 8060.82861 85.87557 49.7588
Totals : 1.61998ed4  282.92335
Instrument 1 §/12/2015 7:39:38 PM LJ Page 1 of 1
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Data File D:\LCADATAAXWAXY-3-8\XY¥-3-8 2015-04-16 20-35-374032-0301.D
Sample Name: XY¥-3-8A4

Acqg. Operator ¢ XY Seq. Line

Acq. Instrument : Instrument 1 Location : Vial 32
Injection Date : 4/16/2015 9:39:50 PM Inj : 1
Inj Yolume : 5 nl
Acq. Method ¢ DALCYDATANXYAXY-3-8\X¥-3-8 2015-04-16 20-35-37\ ASH-20-80-1ML-220NM-20MIN.
1
Last changed © 47 15/2015 2:29: 47 PM by 20

Analysis Method : D:ALC\DATANXVANY-3-8\XY¥-3-8 2015-04-16 20-35-37032-0301.D\DA.M (ASH-20-

80-1ML -2 Z0RM- 40MIN. M)
Last changed © 541272015 7:41:07 PM by LJ
(modified after loadin

Loading)
MIYDT A, Vigelength=220 nm (DALCDATAR Y Y-3-8WY-38 2015-04-16 20-35-37'032-0301.00

maU 4

30

60

40 -

20

2
@
0 L T
0 5 10 15 20 25 min
Area Percent Report
Sorted By : Signal
Multipliex ] 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: WUD1 A, Wavelength=2Z0 nm
Peale RetTime Type TWidth Area Height Area
# [min] [min] m&T *s [mar ] ]
e e e e e ] Re D |
1 10.846 BB 0.6069 3907.56885 93.22753 92.5607
Z 18.179 BB 1.0539 314.06149 3.51071  7.4393
Totals : 4221.63034  96.73825
Instrument 1 5/12/2015 7:41:12 PM LJ Page 1 of

S60



CO,Me
3g

Data File D:ALCADATANKT XY-3-8\XY¥-3-8 2015-04-16 20-35-374033-0401.D
Sample Name: X¥-2-T0B

Acyg. Operator t XY :
Acg. Instrument : Instrument 1 Location : Wial 33

Injection Date : 4/16/2015 10:11:08 PH Inj : 1
Inj Yolume : 5 nl
Acq. Method ¢ DALCADATANXYAXY-3-8\X¥-3-8 2015-04-16 20-35-37\ ASH-20-80-1ML-22ZO0RM-60MIN.
1
Last changed o 1/5/2015 8:51:40 PM by XY

Analysis Method : D:\LC\DATA,X¥W\XY-3-8\X¥-3-8 2015-04-16 20-35-37T\033-0401.D4DA.M (ASH-20-
§0-1ML-Z20RM-60MIN. M)
Last changed t 51272015 7:42:13 PM by LJ

(modified after loading)
SAOT A, iEvelength=220 nm (DALCDATAY T 1-3-8% V-3 20150416 203537 033-0401.0)

maU 2

4 Y

250

200

150 A

23.191

100

504

Sorted By H Signal
Multiplier H 1.0000
Dilution ! 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VID1 A&, Wavelength=2Z0 nm

Peal RetTime Type TWidth Area Height Area
# [min] [min] m&J *s [malr ] ]
e | | == |- |-~ |
1 11.765 BB 0.6642 1.38206e4  300.77402 50.1449
Z 23.191 BB 1.5911 1.37407e4  123.18302 49.8551

Totals : 2.75613e4  423.95704

Instrument 1 5/12/2015 7:42:19 PM LJ Page 1 of 1
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Data File D:\LCADATAANXWXY-3-8\XY-3-8 2015-04-16 20-35-374034-0501.D
Sample FName: X¥-3-8B

Acig. Operator H ' 3 i
Acqg. Instrument : Instrument 1 Location : Wial 34
Injection Date : 4/16/2015 11:12:41 PM Inj : 1
Inj VYolume : 5 pl
Acq. Method ¢ DALCADATANXYAXY-3-8\X¥-3-8 2015-04-16 20-35-37T\ ASH-20-80-1ML-2ZO0NM-60MIN.
1
Last changed ¢ 1/ 5/2015 8:51:40 PM by XY

Inalysis Method : D:ALCYDATANKVAWKY-3-8\KY¥-3-8 2015-04-16 20-35-3T,034-0501.D%DA.M (ASH-20-

§0-1ML -2 20RM-60MIN. M)
Last changed t 51272015 7:45:15 PM by LJ
(modified after loadin

L)
DT A, Nigvelength=220 nm (DALCDATAR VI Y-3-8%Y-3-8 2015-04-16 20-35-37'0340501.0)

mAU 3
350
300 4
250
200+
150 4
100
w
N
50 g &
£
] A
T T T T
0 10 20 30 40 50 min
Area Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VID1 &, Wavelength=2Z0 nm
Peal RetTime Type TUWidth Area Height Area
# [min] [min] mir *s [mar ] 3
e St [==== ===~~~ |=====—== | === |======== |
1 11.758 BB 0.6706 1.70407e4  366.45248 90.2479
2 23.403 MM 1.6649 1541.40771  18.43321 9.7521
Totals : 1.88821ed  384.88570
Instrument 1 5/12/2015 7:45:22 PM LJ Page 1 of
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Data File D:WLCADAT AW NY-3-200\XY-3-20 2015-04-29 15-18-534001-0201.D
Sample Name: X¥-3-19B

Acg. Operator H Seq. Line : 2

Acg. Instrument : Instrument 1 Location : Vial 1
Injection Date : 42972015 3:31:16 PM Inj : 1
Inj Yolume : 5§ nl
Acq. Method ¢ DALCYDATA XYAKY-3-200X¥-3-20 2015-04-29 15-18-53"ASH-20-80-1ML-2200M-
40MIN. M
Last changed © 4/ 2642015 10:30:07 PM by HR

Inalysis Method : D:\LC\DATA\NXY\XY-3-20\X¥-3-20 2015-04-29 15-18-53\001-0201.D\DA.M (ASH-20-

80-1ML-220RM- 40MIN. M)
Last changed v 5/12/2015 9:08: 16 PM by LJ
(modified after loadin

4]
VDT A, Wavelength=220 nm (DALCOATAR Y Y-3-200Y-3-20 2015-04-29 15-18-53001-0201.0)

mal ] 2
800+
700+
600
500
2
400 4 ]
300 4
200+
100 -
o ] .
T T T T T
0 5 10 15 20 25 mn
Sorted By H Sigmal
Multipliex : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Sigmal 1: VUD1 &, Wavelength=220 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] m&F *s [maU ] ]
el L i e e e ] |
1  8.653 \B 0.6478 3.84295e4  §87.65814 49.7769
2 15.146 \B 1.4502 3.87740e4  385.64841 50.2231
Totals : 7.72035e4  1273.308655
Instrument 1 5/12/2015 9:08:23 PM LJ Page 1 of

S63



Data File D:\LCADATAAKWXY-3-200XY-3-20 2015-04-29 15-18-534002-0301.D

Sample Name: X¥-3-20B

Acig. Operator i
Acqg. Instrument : Instrument 1
Injection Date : 4/29/2015 4:12:458 PU

Acig. Method

Last changed

Analysis Method :
§0-1ML -2 Z0RM- 20MIN. M)

© 5/12/2015 9:09:58 PM by LJ
(modified after loading)

Last changed

Location : Wial 2
Inj : 1
Inj Yolume : 5 nl
¢ DALCADATANXYAXY-3-200X¥-3-20 2015-04-29 15-18-534ASH-20-80-1ML-220RM-
40MIN. M
¢ 4/ 26/2015 10:30:07 PM by HR
D:ALCYDATA XYW K Y-3-204 X¥-3-20 2015-04-29 15-18-53,002-0301.D\DA. M {ASH-20-

DT A MiEwelength=220 nm (DALCADATAN YiV-3-2000Y-3-20 2015-04-29 15-18-53002-0301.0)
mAU 2
500
400
300 4
2004
100 4
&
il
0] i
T T T T T T
0 5 10 15 20 25 i) ) mn
Area Percent Report
Sorted By Sigmal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: WID1 A, Wavelength=2Z0 nm
Peale RetTime Type TWidth Area Height Area
# [min] [min] mdy “*s [mar ] ]
===Si|=s===cs =i ===t J==s=ss=a=t |====c=stos J=s=====2 |
1 8.733 VB 0.6643 2.37975e4  530.77020 92.5499
Z2 15.327 VB 1.1667 1832.58887 18.62792 7.1501
Totals : 2.56301ed  549.39812
Instrument 1 5/12/2015 9:10:03 PM LJ Page 1 of

S64



Data File D:\LCADATANXWWXY-3-8\X¥-3-8 2015-04-16 20-35-374037-0801.D
Sample Name: XY¥-Z-70D

Acy. Operator ¢ XY Seq. Line : 8
Acg. Instrument : Instrument 1 Location : Wial 37
Injection Date : &4/ 17/2015 2:17:25 AM Inj : 1
Inj VYolume : 5 pl
Acq. Method ¢ DALCYDATA XYAKY-3-8\X¥-3-8 2015-04-16 20-35-3T4 ASH-20-80-1ML-220RM-60MIN.
M
Last changed ¢ 1/ 5/2015 §:51:40 PM by XY

Inalysis Method : D:A\LC\DATANXVAXY-3-8\X¥-3-8 2015-04-16 20-35-37\037-0801.D%DA.M (ASH-20-

80-1ML-220FM-60MIN. M)
Last changed ¢ 5/12/2015 7:53:41 PM by LJ
(modified after loading)

WD A, Midwelength=220 nm (DALCDATAR Vi V-3-8WY-3-8 20150416 20-35370370801.0)
mAU &
3
700
600
500
400
300
g
- @@ﬁ
2004 ’:'@‘*
3
100 4
0 .
T T T
10 20 30 40 min’
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution H 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VID1 &, Wavelength=2Z0 nm
Peale RetTime Type TWidth Area Height Area
# [min] [min] mar *s [mar ] ]
e | === | === === | === e === |
1 13.067 VB 0.3856 4.53444e4  759.72687 50.0209
2 36.171 MM 3.5350 4.53064e4  149.92970 49.9791
Totals : 9.06509e4  909.65657
Instrument 1 5/12/2015 7:53:46 P LJ Page 1 of
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Data File D:ALCADATANXTXY-3-8\XY¥-3-8 2015-04-16 20-35-374038-0901.D

Sample Name: XY¥-3-8D

Acqg. Operator
Acg. Instrument :
Injection Date
Acg. Method

Last changed
Analysis Method :

Last changed

T XY Seg. Line :
Instrument 1 Location :

T 4717/2015 3:19:09 AM Inj :
Inj Volume :

1/ 5/2015 §:51:40 PM by XY

9
Vial 38
1
5 nl

¢ DiALCADATAVKYAXY-3-8\XY-3-8 2015-04-16 20-35-374 ASH-20-80-1ML- 22 0RH-60MIN.
u

DiALCYDATAY XVAKY-3-8\XY-3-8 2015-04-16 20-35-3T038-0901.D\DA.M (ASH-20-

80-1ML-ZZ0RM-60MIN. M)

v 571272015 7:56:58 PM by LJ

(modified after loading)

L
D1 A Migwelength=220 nm (DALCDATAR VWO3-8%(Y-3-8 201504-16 20-35-37'0380901.0)
mAU S
250
200 4
150 4
100 -
50 4
w '@\Q;
a
g
1] S M e
T T T T T
10 20 30 40 50 mn
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VUD1 &, Wavelength=22Z0 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] m&F *s [maUy ] ]
1 13.107 VB 0.8870 1.60991ed  269.19070 95.6532
Z 36.628 MM 3.6231 T731.60048 3.36546  4.3468
Totals : 1.68307e4  272.55617
Instrument 1 §/12/2015 7:57:09 P LJ Page 1 of
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COzMe

3

Data File D:ALCADATANKWWXY-3-1HXY-3-14-1 2015-04-25 09-01-494011-0201.D
Sample Name: X¥-3-144

Acy. Operator : HR Seq. Line : 2
Acg. Instrument : Instrument 1 Location : Wial 11
Injection Date : 4/25/2015 9:14:16 AM Inj : 1
Inj Volume : 5 pl
Acq. Method ¢ DALCYDATA XYW KY-3-140X¥-3-14-1 2015-04-25 09-01-494ASH-20-80- 1ML-220H0M-
J0MIF. M
Last changed ¢ 12/20/2014 10:18:35 A by XY

Analysis Method : D:\LC\DATA\XVA\XY-3-14X¥-3-14-1 2015-04-25 09-01-494011-0201.D4DA.M (ASH-
20-80-1ML-2Z0MM-30M IN. M)
Last changed v 57122015 §:42:39 PM by LJ

(modified after loading)
DT A, Midwelength=220 nm (DALCDATAR Vi Y-3-140Y-3-14-1 2015-04-25 09-01-93'011-0201.0)

16 891

=
&
=1
3
3
5

Sorted By H Signal
Multiplier i 1.0000
Dilution H 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VID1 &, Wavelength=2Z0 nm

Peale RetTime Type TWidth Area Height Area
# [min] [min] mar *s [mar ] ]
= | === | === === | === [=mmmmm=m== |=====—== |
1 11.701 MM 0.3796 5813.72217 110.15289 50.7020
Z 16.891 BB 1.4065 5652.73389  56.05727 49.2980

Totals : 1.14665e4  166.21015

Instrument 1 5/12/2015 §:42:43 PM LJ Page 1 of
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Data File D:\LCADATANXWXY-3-14/X¥-3-14-1 2015-04-25 09-01-494012-0301.D
Sample Name: XY-3-164

Acg. Operator : HR : 3
Acg. Instrument : Instrument 1 Location : Wial 12
Injection Date : 4/25/2015 9:45:47 AM Inj : 1
Inj VYolume : § pl
Acq. Method ¢ D:ALCYDATANXYAXY-3-144X¥-3-14-1 2015-04-25 09-01-49\ASH-20-80- 1ML-220RM-
JOMIN.M
Last changed v 1272042014 10:18:35 A by XY

Inalysis Method : D:\LC\DATA\XVAXY-3-14#X¥-3-14-1 2015-04-25 09-01-494012-0301.D\DA. M (ASH-

20-80-1ML-Z20M1-30M IN. M)
Last changed v 5/12/2015 §:45:25 PM by LJ
(modified after loading)

VDT A, Viaelength=220 nm (DALCADATARY3- 14030Y-3-14-1 2015-04-25 09-01-49'012-0G01.0)
mal ] 8
200+
175 1
150
1254
100
754
50
=3
254 =
o
P~ L
0 5 10 15 20 25 min
Area Percent Report
Sorted By : Sigmal
Multiplierx 4 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VWD1 A, Wavelength=220 nm
Peale RetTime Type TWidth Area Height Area
# [min] [min] m&J *s [mar ] ]
e R el o e it et Kttt |
1 11.692 VB 0.7856 1.14211ed  214.52846 9Z.6269
2 16.966 BB 1.1714 909.11847 9.47822 7.37131
Totals : 1.23302e4  224.00668
Instrument 1 5/12/2015 §:45:29 PM LJ Page 1 of
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Data File D:ALCADATANKWWXY-3-1H/XY-3-14 2015-04-23 20-08-444045-1401.D
Sample Name: XY¥-3-14C

Acy. Operator i 44 Seq. Line : 14
Acg. Instrument : Instrument 1 Location : Wial 45
Injection Date : 4/24/2015 5:27:16 AM Inj : 1
Inj Volume : 5 pl
Acq. Method ¢ DiALCYDATA XYAKY-3-144X¥-3-14 2015-04-23 20-08-44,ASH-20-80-1ML-220RM-
GOMIN. M
Last changed ¢ 1/ 5/2015 §:51:40 PM by XY

Inalysis Method : D:ALC\DATANXYAXY-3-14XY-3-14 2015-04-23 20-05-445045-1401.D\DA. M (ASH-20-

80-1ML-2200M-60MIN. M)
Last changed ¢ 5/12/2015 9:25:31 PM by LJ
(modified after loading)

DT A, MGwelength=220 nm (DALCDATAR 1o V-3-140(Y-3- 14 2015-04-23 20-08-44045-1401.0)
mAU & g
4 o &
P &
s
160 &
140 4
1204
100 4 4
0o g 6\@
80+ g™
60
40 4
20
0 L
T T T T T T T T T
5 10 15 aN 25 30 35 40 4% mn
Area Percent Report
Sorted By § Signal
Multiplier 8 1.0000
Dilution ] 1.0000
Use Multiplier & Dilution Factor with ISTDs
Sigmal 1: VUD1 &, Wavelength=2Z0 nm
Peale RetTime Type TWidth Area Height Area
# [min] [min] mar *s [maT ] ]
| ey il it [=e=Es=—m=E [ ====S===== |=======s |
1  9.632 MM 0.6438 6875.23975 177.99336 50.4050
2 15.195 MM 1.4944 6764.76660  75.44424 49.5950
Totals 1.36400e4  253.43761
Instrument 1 5/12/2015 9:25:36 PM LJ Page 1 of
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Data File D:WLCADAT AW NY-3-14XY-3-14 2015-04-23 20-08-444046-1501.D
Sample Name: X¥-3-16C

Acg. Operator ¢ XY Seq. Line @ 15
Acg. Instrument : Instrument 1 Location : Vial 46
Injection Date : 472472015 6:16:34 AM Inj : 1

Inj Yolume : 5§ nl

Acig. Method ¢ DIALCADATA, XY\ XY-3-144X¥-3-14 2015-04-23 20-08-44\ASH-20-80-1ML-220RM-
GOMIN. M
Last changed ¢ 1/ 5/2015 §:51:40 PM by XY

Analysis Method :

80-1ML-220RM-6O0MIN. M)

DiALCYDATANXYAXY-3- 14 KY-3-14 2015-04-23 20-08-44\046-1501.D\DA. M (ASH-20-

Last changed v 5/12/2015 9:26:55 PM by LJ
(modified after loading)
W01 A, Wiawelength=220 nm (DALCADATAR Y3 140Y-3- 14 2015-04-23 20-03-44045-1501.0)
mAl ] Ed
3004
2504
2004
150 -
100
50
0 A
T T T
0 5 40 46 mn
Sorted By H Sigmal
Multipliex : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Sigmal 1: VUD1 &, Wavelength=220 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] m&F *s [maU ] ]
el L e e o e ] Lo e ] |
1  9.618 VB 0.5792 1.33708e4  342.49857 92.8853
2 15.258 BB 1.0144 1024.15283  11.950%92  17.1147
Totals : 1.43949e4  354.4494%
Instrument 1 5/12/2015 9:27:00 PM LJ Page 1 of
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Data File D:\LCADATAANKTXY-3-18\X¥-3-18 2015-04-26 19-14-56%021-0201.D
Sample Fame: X¥-3-174

Acig. Operator : HR Seq. Line : 2

Acqg. Instrument : Instrument 1 Location : Vial 21
Injection Date : 4/26/2015 7:37:49 PH Inj : 1
Inj VYolume : 5§ nl
Acq. Method ¢ DALCYDATA XYAXY-3- 184 X¥-3-18 2015-04-26 19-14-56\ASH-20-80-1ML-220RM-
40MIN. M
Last changed t 4/ 2642015 7:44:03 PM by HR

{modified after loading)

Inalysis Method : D:ALCYDATANXWAXY-3-184XY-3-18 2015-04-26 19-14-564021-0201.D\DA.M (ASH-20-

80-1ML -2 20RM- 20MIN. M)
Last changed v 54122015 §:53:26 PM by LJ
(modified after loading)

DT A, ViGelength=220 nm (DALCDATAY V0 ¥-3- 180073 16 2016-0426 19-14-66021-0201 )
P -
. \%
o
350 &
300
250 -
%
o
200
150
100
50
R} NN AN
T T T T T
5 10 15 20 25 min

Sorted By : Signal
Multiplier H 1.0000
Dilution d 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VUD1 A, Wavelength=2Z0 nm

Peal RetTime Type TWidth Area Height Area
# [min] [min] m&T *s [malr ] ]

1 9.454 M 0.6651 1.51974e4  380.82593 50.3148
Z 13.814 BB 1.1198 1.50072e4  199.72195 49.6852

Totals : 3.02045e4  580.54788

Instrument 1 5/12/2015 §:53:30 PM LJ

Page 1 of 2
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Data File D:\LCADATANXWXY-3-18\X¥-3-18 2015-04-26 19-14-564022-0301.D
Sample Name: XY¥-3-184

Acg. Operator : HR H 3
Acg. Instrument : Instrument 1 Location : Wial 22
Injection Date : 4/26/2015 §:19:26 PM Inj : 1
Inj Volume : 5§ pl
Acq. Method ¢ D:ALCYDATANXYAKY-3-184X¥-3-18 2015-04-26 19-14-56\ASH-20-80-1ML-220RM-
40MIN. M
Last changed v 4/26/2015 §:17:59 PM by HR

(modified after loading)

Analysis Method : D:\LC\DATANXVANY-3-18\XY¥-3-18 2015-04-26 19-14-564022-0301.DADA. M (ASH-20-

§0-1ML-22Z0RM- 40MIN. M)
Last changed v 51272015 §:55:28 PM by LJ
(modified after loading)

VDT A, Vigwelength=220 nm (DALCOATAR Vi Y-3- 180(Y-3-18 2015-04-26 19-14-56W022-0301.0)
mAlU 4
500
400
300
200 H
100 @
g o
& b
o
p—r /
T T T T T T
5 10 15 20 25 1] min

Area Percent Report

Sorxted By H Signal
Multiplier H 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VUD1l &, Wavelength=2Z0 nm

Peale RetTime Type TWidth Area Height Area
# [min] [min] mi&J *s [mar ] $

1  9.466 VB 0.6193 2.26895e4  553.69000 92.0986
2 13.889 M 1.2082 1946.60217 26.85242Z 7.9014

Totals : 2.4636led  580.54242

Instrument 1 5/12/2015 §:55:33 PM LJ

Page 1 of &
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OMe

COzMe

3m

Data File D:\LCADATANVKTXY-3-14HXY-3-14-1 2015-04-25 09-01-494013-0401.D
Sample Fame: XY¥-3-14B

Acig. Operator : HR Seq. Line : 4

Acqg. Instrument : Instrument 1 Location : Vial 13
Injection Date : 4/25/2015 10:17:36 A Inj : 1
Inj VYolume : 5§ nl
Acq. Method ¢ DALCYDATA XYAXY-3- 144 X¥-3-14-1 2015-04-25 09-01-49%ASH-20-80- 1ML-2Z0RM-
JO0MIN. M
Last changed v 122042014 10:18:35 AL by XY

Analysis Method : D:A\LCYDATANXVAXY-3-14X¥-3-14-1 2015-04-25 09-01-494013-0401.D\DA.M (ASH-
20-80-1ML-Z20MI-30M IN. M)

Last changed t 5/12/2015 §:47:40 PM by LJ
(modified after loadin

WD A, MEwelength=220 nm (DALCOATAY 1o 1-3- 140 Y-3- 14-1 2015-04-25 09-01-93°013-0401.0)
mA g e
100 4
804
60 5
=
40..
204
P I P
T T T T
5 10 15 20 25 mn
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution H 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: WUD1 A&, Wavelength=22Z0 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] m&F *s [mar ] ]
el e e e D Bl LRt |
1 16.4537 MM 1.2787 7126.15576 100.70462 50.6727
Z 24.911 BB 1.7912 7521.01221  49.87806 49.3273
Totals : 1.52472e4  150.58268
Instrument 1 5/12/2015 §:47:48 PM LJ Page 1 of
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Data File D:WLCADAT AW NY-3-14XY-3-14-1 2015-04-25 09-01-494014-0501.D
Sample Name: X¥-3-164

Acg. Operator H Seq. Line : 5

Acg. Instrument : Instrument 1 Location : Vial 14
Injection Date : 4/25/2015 10:49:03 aM Inj : 1
Inj Yolume : 5§ nl
Acq. Method ¢ DALCYDATA XYAKY-3-144X¥-3-14-1 2015-04-25 09-01-494ASH-20-80- 1ML-220RM-
JOMIN.M
Last changed ¢ 1272042014 10:18:35 A1 by XY

Inalysis Method : D:\LC\DATANXYANY-3-14\X¥-3-14-1 2015-04-25 09-01-494014-0501.D\DA.M (ASH-

20-80-1ML-220MM-30M IN. M)
Last changed : 5/12/2015 8:51:22 PM by LJ
(modified after loading

)
VDT A, Wanelength=220 nm (DALCDATAR YY-3- 140Y-3-14-1 2015-04-25 09-01-49'014-0501.0)

mAU =
604
50
40_
304
204
10 @ g,“*‘
5@"’
" N
04 - ——— T
T T T T T T T T
75 10 125 15 17.5 aD 225 25 7S5 mn
Sorted By H Sigmal
Multipliex : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Sigmal 1: VUD1 &, Wavelength=220 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] m&F *s [maU ] ]
el L e el e e e e e ol |
1 16.497 BB 1.1171 5026.63135 64.72860 95.0991
2 25.zls mm Z2.0150 259.04449 2.14267  4.9009
Totals : 5285.67584 66.87127
Instrument 1 5/12/2015 §:51:35 PM LJ Page 1 of
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Data File D:WLCADATAAIWNY-3-18\XY-3-18 2015-04-26 19-14-564023-0401.D
Sample Name: X¥-3-17B

Acg. Operator i Seq. Line : 4

Acg. Instrument : Instrument 1 Location : Vial 23
Injection Date : 42672015 9:01:06 PM Inj : 1
Inj Yolume : 5 nl
Acq. Method ¢ DALCYDATA, XY\KY-3-18\X¥-3-18 2015-04-26 19-14-564ASH-20-80-1ML-2200M-
J0MIN. M
Last changed t 4/ 2642015 §:59:29 PM by HR

(modified after loading)

Inalysis Method : D:\LC\DATA\NXY\XY-3-18\X¥-3-18 2015-04-26 19-14-56\023-0401.D\DA.M (ASH-20-

80-1ML -2 20RM-40MIN. M)
Last changed v 571272015 8:57:25 PM by LJ
(modified after loadin

W01 A Miawelength=220 nm (DALCADATAR YY-3- 180(Y-3-18 2015-04-26 19-14-561023-0401.0)
mAU 2
50
40.
. o5
30 s 4
e
=
204
104
D__'_
T T T T T
5 10 15 20 25 mn
Area Percent Report
Sorted By g Signal
Multiplier s 1.0000
Dilution ] 1.0000
Use Multiplier & Dilution Factor with ISTDs
Sigmal 1: VUD1 A, Wavelength=2ZZ0 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] mi&J *s [maUr ] 3

e e R [=mmmmmmeee [==mmmmme- [==mmmmm- [
1 12.230 BB 0.8072 2793.07056  50.13667 50.7390
2 17.667 M4 1.7951 2711.71167 25.17738 49.2610

Totals : 5504.78223  75.31405

Instrument 1 5/12/2015 §:57:30 PM LJ

Page 1 of &
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Data File D:WLCYDATANKWXY-3-18\XY-3-18 2015-04-26 19-14-564024-0501.D

Sample Name: XY¥-3-18B

Acg. Operator
Acg. Instrument :
Injection Date
Acg. Method
Last changed

Analysis Method :

Last changed

¢ HR

H 5
Instrument 1 Location : Wial 24
4/ 2642015 9:42:30 PM Inj : 1

Inj Volume : 5§ pl

¢ DIALCADATANKYAXY-3-184X¥-3-18 2015-04-26 19-14-56\ASH-20-80-1ML-220NH-

40MIN. M
4/ 26/2015 9:41:02 PM by HR
(modified after loading)

DiALCYDATAYN XVAXY-3-18\X¥-3-18 2015-04-26 19-14-564024-050 L. \DA. M (ASH-20-

§0-1ML-22Z0RM- 40MIN. M)
5/12/2015 §:58: 54 PM by LJ
(modified after loading)

DT A, Niaelength=220 nm (DALCADATAR YY3- 180Y-3-18 2015-04-26 19-14-561024-0501.0)
mAU o
200 4
150
100
50
o~
2
0 __/\!\_,.._,_\__ . ./\_._
T T T T T T
5 10 15 20 25 ki) ) min
Area Percent Report
Sorxted By Signal
Multiplier 1.0000
Dilution 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VUD1l &, Wavelength=2Z0 nm

Peale RetTime Type TWidth Area Height Area
# [min] [min] mi&J *s [mar ] $

1 12.213 BB 0.8532 1.28109e4  226.60112 92.5058
2 17.832 W 1.2523 1037.85962 9.96990  7.49%4z

Totals : 1.38488e4  236.57102

Instrument 1 5/12/2015 §:58:59 PM LJ

Page 1 of &
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30

Data File D:\LCADATA\LEWLK-14-344LK-14-34 2016-06-03 14-29-134063-0201.D

Sample FName: LK-14-34

Acyg. Operator : HR
Acg. Instrument : Instrument 1
Injection Date : 6/3/2016 2:41:58 PH

Acg. Method
Last changed
Analysis Method :

10-90-1ML-Z20MM.M)
Last changed

Location :

Vial 63
Inj : 1
Inj Yolume : 5 nl

¢ B/B/Z016 §:56:11 AM by HR

(modified after loading)

¢ DiALCYDATAVLKALK-14-344LK-14-34 2016-06-03 14-29-13%ASH-10-90- 1ML- 22 0RM.M
P 3/17/2015 9:21: 18 AM by HR
D:\LC\DATA\LK\LK-14-344LK-14-34 2016-06-03 14-29-13%063-0201.DA\DA.M (ASH-

WD A, MiEwelength=220 nm (DALCDATALKLK: 14-39LK-1434 2016-06-03 14-29-12063-0201.0)
mAU =
F
,ﬁ.
400
300 A
8 -w@@
s
200
100 4
0 —"
T T T T T T T
75 10 12.5 15 175 a 225 mn
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution H 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VYID1 A, Wavelength=2Z0 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] m&r *s [mar ] ]
el Rt |====]-====-- |-===mmm-- |===mmmm- |-===--- |
1 1z.017 MM 0.7610 2.19080e4  479.78107 51.6117
z l16.722 MM 1.5270 2.05397e4  224.17654 48.3883
Totals : 4.24477e4  703.95761
*%%* End of Report ***
Instrument 1 6/6/2016 §:56:16 AM HR Page 1 of
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Data File D:\LCADATA\L
Sample Fame: LK-14-37

Acg. Instrument :

Injection Date
Acg. Method

Last changed
Analysis Method :

Last changed

KyLK-14-37-38A\LK-14-37-38A4 2016-06-03 15-10-32\064-0101.D

1
Instrument 1 Location : Vial 64
© B/3/2016 3:12:17 PM Inj : 1

Inj Yolume : § pl

¢ DiALCADATAVLKALK-14-37-38A\LK-14-37-38A4 2016-06-03 15-10-324ASH-10-90- 1ML -

ZZ0NM-Z8MIN. M

¢ B/3/2016 3:09:46 PM by HR

DiALCYDATANLKVLK-14-37-38A\LK-14-37-38A4 2016-06-03 15-10-324064-0101.D4DA.
M (ASH-10-90-1ML-220RM-28H IN.M)

¢ B/6/2016 8:58:07 AM by HR

(modified after loading)

VD1 A, iaelength=220 nm (DALCDATALKLE: 14-37-38 4LK-14-37-3BA2016-0603 15-10-32'064-0101.0)
mal ] 2

500

400

300

200+

100 é

R | /\ |
75 10 125 15 175 20 225 » min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VID1 &, Wavelength=220 nm
Peale RetTime Type TWidth Area Height Area
# [min] [min] m&T *s [mar ] 3

el Bl D R Do i Bl B it

1 11.948 \B 0.6641 2.71785e4  §575.97791 82.2189

2 16.841 BB 1.2770 5877.77979 63.81124 17.7811
Totals : 3.30563e4  639.78915

**% End of Report ***
Instrument 1 6/6/2016 §:58:12 A HR Page 1 of
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Cl 4a

Data File D:ALCADATA\WZFA\WZF-1-ZB\WZF-1-2B 2015-06-05 10-13-29,055-0201.D
Sample Name: WZF-1-Z2B

Acyg. Operator LT :
Acg. Instrument : Instrument 1 Location : WYial 55

Injection Date : 6/5/2015 10:26:18 AM Inj : 1
Inj Yolume : 5 nl
Acg. Method ¢ DUALCADATA\WZR WZF-1-2B\WZF-1-2B 2015-06-05 10-13-29\ ASH-20-80-1ML-220HM-
Z5MIN. M
Last changed : B/4/2015 10:05:34 AM by LJ

Analysis Method : D:ALCADATANWZR\WZF-1-2B\WZF-1-2B 2015-06-05 10-13-29,055-0201.D\DA.M (ASH-
20-80-1ML-220MM-2 5MIN. M)

Last changed ¢ 1043042015 11:16:00 A1 by LK
(modified after loading)

MDA, Migwelength=220 nm (DALCDATAWZFWNZF-1-2BWVZF-1-2B 2015-06-05 10-13-29'0550201.0)
mAU
200
@(\’f\
150 4 &@&
100 4
50
0
T T T T T T T T T
6 g 10 12 14 16 18 aN 22 mn
Area Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution ! 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VID1 A&, Wavelength=2Z0 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] m&J *s [malr ] ]

o RESE [== == f=mmmmm- [ [=mmmmmmme- [--mmmme- [
1 9.42z2 MM 0.6239 9085.66016 242.72263 50.2988
2 13.544 MM 1.0756 §977.69922 139.10770 49.7012

Totals : 1.80634e4  381.83032

Instrument 1 10/30/2015 11:16:05 A1 LK Page 1 of 1
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Data File D:\LCADATA\WEZF\WZIF-1-35B\WZF-1-35B 2015-07-09 09-53-464078-0201.D

Sample Name: WZF-1-35B

Acyg. Operator
Acg. Instrument :
Injection Date

Acg. Method

Last changed
Analysis Method :

Last changed

: Ld

Instrument 1

POT/9/2015 10:06:23 AM

Seqg. Line :
Location :

Inj :

Inj Yolume :

5l

¢ DIALCADATANWEZR\ WZF-1-3 5BAWZF-1-35B 2015-07-09 09-53-46% ASH-20-80-1ML-

ZZO0RM-25MIN.1

¢ Bf8/ 2015 2:39:29 PM by LJ

DiALCYDATANWZM WZF-1-35BA\WZF-1-358 2015-07-09 09-53-464078-0201.DYDA.M (
ASH-20-80-1ML-220MI-25HIN. M)

¢ 10/30/2015 11:20:28 MT by LK

(modified after loading)

MDA, Migwelength=220 nm (DALCDATAWZFWVZF-1-25 BWVZF- 1-35B 2015-07-09 09-53-461078-0201.0)
mal | 2
400
300
200
100 4
b
(=]
=
o A ,
T T T T T T T T
] g 10 12 14 16 18 D mn
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution ! 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VID1 A&, Wavelength=2Z0 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] m&J *s [malr ] ]
e | | == |=——————= |-~ |
1 9.053 VB 0.6828 1215.55664 26.75987 3.4051
z 13.583 VB 1.0423 3.44824e4  491.73355 96.5949
Totals : 3.56979e4  518.49342

Instrument 1 10/30/2015 11:20:37 A1 LK

Page 1 of
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Br 4b
Data File D:ALCADATA\WZFA\WZF-1-10B\WZF-1-10B 2015-06-08 14-42-554021-0201.D
Sample Name: WZF-1-10B

Acyg. Operator LT :
Acg. Instrument : Instrument 1 Location : Wial 21

Injection Date : 6/8/2015 2:55:19 PH Inj : 1
Inj Yolume : 5 nl
Acg. Method ¢ DiALCADATA\WZR, WZF-1-10B4\WZF-1-10B 2015-06-08 14-42-55% ASH-20-80-1ML-
ZZ0RM. M
Last changed : B/8/2015 2:39:56 PM by LJ

Analysis Method : D:ALCADATA\WZR\WZF-1-10B\WZF-1-10B 2015-06-08 14-42-55,021-0201.D\DA.M (
ASH-20-80-1ML-2ZZ20WM.M)

Last changed ¢ 1043072015 11:34:40 A1 by LK
(modified after loading)

MDA, Migwelength=220 nm (DALCDATAWZFWZF-1- 10BYWVZF-1-10B 2015-06-08 14-42-55021-0201.0)
mAU <
1754
150 4
125
o A
Y
100 -2?@
754
50
254
D_ L
T T T T T
10 12 14 16 18 mn
Area Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution ! 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VID1 A&, Wavelength=2Z0 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] m&J *s [malr ] ]
e | | === |- |-~ |
1 9.343 BB 0.5691 7680.54834 194.85179 50.0690
z 15.335 MM 1.2786 T659.37646  99.83777 49.9310
Totals : 1.53399e4  294.68956
Instrument 1 10/30/2015 11:35:30 M LK Page 1 of 1

S81



Data File D:\LCADATA\WZF\WZF-1-31B\WZF-1-31B-1 2015-07-07 12-57-374078-0201.D
Sample Name: WZF-1-31B

: z
Acg. Instrument : Instrument 1 Location : Wial 7§
Injection Date : 7/7/2015 1:33:458 PH Inj : 1

Inj Yolume : § pl

Acqg. Method ¢ DiALCADATAYYLAWEF-1-31BAWZF-1-31B-1 2015-07-07 12-57-3T\ASH-20-80- 1ML~

ZZORM-Z5MIN.M
Last changed T/ 2015 1:56:26 PM by LJ
(modified after loading)

Analysis Method : D:ALC\DATA\WZRWZF-1-31BVWZIF-1-31B-1 2015-07-07 12-57-3T078-0201.DA\DA.M (

ASH-20-80-1ML-220MM-25MIN. M)
Last changed ;1043072015 11:38:22 M by LK
(modified after loading)

SAVOT A, iGwelength=220 nm (DALCDAT AWVZF GUZF-1-31 BWZF-1-318-1 01507-07 12-57-37 078-0201.0)
maU S
300 4 o
250 4
200
150
100
0
50 = ,s'\“m
sl
i M
T T T T
10 12 14 16 18 mn
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Sigmal 1: VID1 &, Wavelength=220 nm

Peale RetTime Type TWidth Area Height Area
# [min] [min] m&T *s [mar ] ]

1 9.947 M 0.6667 1032.55151 25.81326  4.0332
2 15.254 BB 1.1686 2.45688e4  308.75839 95.9668

Totals : 2.56014e4  334.57165

Instrument 1 10/30/2015 11:38:26 M1 LK

Page 1 of Z

582



Me 4c

Data File D:\LCADATA\WZF\WZF-1-44B-1\WZF-1-44B-1 2015-07-22 09-06-464033-0201.D
Sample FName: WZF-1-44B-1

: z
Acg. Instrument : Instrument 1 Location : Wial 33
Injection Date : 7/2Z/2015 9:29:12 AM Inj : 1
Inj Volume : § nl
Acq. Method ¢ DALCADATANWZR, WZF-1-44B-1\WZF-1-44B-1 2015-07-22 09-06-46% ADH-20-80-1ML-
220RFM. M
Last changed DO TA22/2015 9:03:21 AM by Z0

Analysis Method : D:ALCA\DATA\WZR WZF-1-44B-1\WZF-1-44B-1 2015-07-22 09-06-464033-0201.D\DA. 1
(ADH-20-80-1ML-2Z0NM.M)

Last changed : 10/30/2015 11:55:38 AM by LK
(modified after loading)

VD1 A, iaelength=220 nm (DALCDATAWZFUNVZF - 1-44B- 1WIEF -1-44B-1 2015-07-22 09-06-46'033-0201.0)
ma a3
175 -
(=1
=
150
1254
100
754
50
25
1] L T L T
T T T T T T
14 15 16 17 18 19 20 21 22 mn
Area Percent Report
Sorted By i Sigmal
Multiplier : 1.0000
Dilution ! 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: WID1 A, Wavelength=2Z0 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] mi&T *s [malr ] 3
=== | R | |- [-———- |
1 15.95Z BB 0.6545 8749.16309 192.83839 49.9245
2 19.704 BB 0.8382 8775.64258 150.67863 50.0755
Totals : 1.75248e4  343.51703
Instrument 1 10/30/2015 11:55:43 M LK Page 1 of 1

S83



Data File D:\LCADATA\WZF\WZF-1-47B-1\WZF-1-476-1 2015-07-27 12-34-204%066-0201.D
Sample Fame: WZF-1-47B-1

Acg. Instrument :

Injection Date
Acg. Method

Last changed
Analysis Method :

Last changed

z
Instrument 1 Location : Wial 66
T2/ 2015 12:46:49 PH Inj : 1

Inj Yolume : § pl

ZZO0NM. 1T

COT22/2015 9:03: 21 AM by Z0

¢ DOALCADATA\WER\ WZF-1-47B-1\WZF-1-47B-1 2015-07-27 12-34-20% ADH-20-80-1ML-

DiALCADATANWZR WZF-1-47B-1\WZF-1-47B-1 2015-07-27 12-34-20%066-0201.D%DA.H

(ADH-20-80- 1ML-220FM.M)
1043042015 11:50:23 2M by LK
(modified after loading)

VDT A, iaelength=220 nm (DALCDATAWNZFUNVZEF - 1-47 B- WIEF -1-47 B-1 2015-07-27 12-34-20'066-0201.0)
maU =
700
600
500
400
300
2004
1004 2
@
=4
0 L L
T T T T T T
14 15 16 17 18 19 20 21 22 mn
Area Percent Report
Sorted By Sigmal
Multiplier 1.0000
Dilution ! 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: WID1 A, Wavelength=2Z0 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] mi&T *s [malr ] 3
=== | R | |- [-———- |
1 15.919 VB 0.6546 3.42053e4  749.69800 96.2426
2 19.870 BB 0.7736 1335.43018 24.19370 3.7574
Totals : 3.55412e4  773.89169
Instrument 1 10/30/2015 11:50:27 M LK Page 1 of

S84



4d

Data File D:\LCADATA\WZF\WZF-1-54B-3\WZF-1-56B 2015-09-04 16-57-304069-0201.D
Sample Name: WZF-1-54B-3

Seq. Line : Z

Acg. Instrument : Instrument 1 Location : Wial 69
Injection Date : 9/4/2015 5:10:16 PM Inj : 1
Inj Yolume : 5 nl
Acq. Method ¢ DALCADATANWEZR\ WZF-1-54B-3\WZF-1-56B 2015-09-04 16-57-30\ ASH-20-80-1ML-
220FM-25MIN.M
Last changed ©9/472015 5:21:23 PM by HR

(modified after loading)
Analysis Method : D:A\LCA\DATA\WZR\WZF-1-54B-3\WZFr-1-56B 2015-09-04 16-57-30%069-0201.D4%DA.M (

ASH-20-80-1ML-220MM-25MIN. M)
Last changed ;1043072015 1:01:57 PM by LK

(modified after loadin

)
D1 A, Wiawelength=220 nm (DALCOATAMNZFUNVZF- 1-54B-3WNEF -1-56 B 2015-09-04 16-57-20'069-0201.0)
mAU
1000
800 A
.
600 o F?fs’
park
400
200 A
\——H———_
0 . )
7 8 g 10 1 12 13 min
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Sigmal 1: VID1 &, Wavelength=220 nm
Peale RetTime Type TWidth Area Height Area
# [min] [min] m&T *s [maUr ] 3
el Bl B R el e bttt
1 7.389 MM 0.4362 2.65153e4 1013.06818 49.8466
2 11.279 MM 0.9139 2.66786ed4  436.55112 50.1534
Totals 5.31939e4 1499.61929
Instrument 1 10/30/2015 1:02:01 PH LK Page 1 of 2

S85



Data File D:ALCADATA\WZFA\WZF-1-55B\WZF-1-55B 2015-08-24 16-10-534077-0201.D
Sample Name: WZF-1-55B

Acyg. Operator

Acg. Instrument :

Injection Date

H |
Instrument 1
© 8/24/2015 4:28:28 PU

Location : Wial 77
Inj : 1

Inj Yolume :

5l

Acg. Method

Last changed

Analysis Method :

Last changed

¢ DIALCADATANWEZR\WZF-1-55B\WZF-1-55B 2015-08-24 16-10-534 ASH-20-80-1ML-
ZZORM-2Z5MIN.M

t Bf8/2015 2:39:29 PM by LJ

D:ALCYDATA\ WZP WZF-1-55B\WEF-1-558 2015-08-24 16-10-534077-0201.D4DA.M (

ASH-20-80-1ML-2Z0MM-25MIN. M)

¢ 1043042015 1:05:17 PM by LK
(modified after loading)

MDA, Migwelength=220 nm (DALCDATAWZFWNZF-1-56 BWVZF- 14658 2015-08-24 16-10-53077-0201.0)
mAU g 4
G
=)
600+ . ,,;'.9?
500
400
300
200
LY
z ¢
100 S
n__A’\
T T T T T T T
7 g ) 10 11 12 13 mn
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution ! 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VID1 A&, Wavelength=2Z0 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] m&J *s [malr ] ]
e | | == |- |-~ |
1 7.001 MM 0.3899 1731.00146  73.98668 4.7960
z 10.523 MM 0.3869 3.43617e4  645.70398 95.2040
Totals : 3.60927e4  T19.69066
Instrument 1 10/30/2015 1:05:21 PM LK Page 1 of

S86



MeO

4e

Data File D:\LCADATA\WZF\WZF-1-24B-1\WZF-1-24B-1 2015-06-27 10-35-034034-0201.D
Sample Fame: WZF-1-24B-1

Acq.
Injection Date

Acg. Method

Last changed

Analysis Method :

Last changed

Instrument :
¢ BA2ZT/20L5 10:47:51 AN

Instrument 1

ZZ0NM-25MIN. M

¢ B/8/2015 2:39:29 PM by LJ

z
Location : Vial 34
Inj : 1

Inj Yolume : § pl

¢ DIALCADATA\WEZR\ WZF-1-24B-1\WZF-1-24B-1 2015-06-27 10-35-034 ASH-20-80-1ML-

DiALCADATANWEZR WZF-1-24B-1\WZF-1-24B-1 2015-06-27 10-35-034034-0201.D%DA.H

(ASH-20-80- 1ML-220FM-2 5 IN.M)
1043042015 11:59:08 2M by LK
(modified after loading)

VD1 A, iaelength=220 nm (DALCDATAWZFUNVZF - 1-24B- WIEF -1-24B-1 2015-06-27 10-35-03'034.0201.0)
mAU
250 4
2004
150
w
Qj.
g &
~ 4
100 St@
50
0_
T T T T T T T
10 12 14 16 18 20 Zmn
Area Percent Report
Sorted By Sigmal
Multiplier 1.0000
Dilution ! 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: WID1 A, Wavelength=2Z0 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] mi&T *s [malr ] 3
=== | |- | |- [-———- |
1 10.750 MM 0.7694 1.18346e4  256.37186 49.9984
2 16.756 MM 1.9811 1.18354e4 99.56952 50.00186
Totals : 2.36700e4  355.94138
Instrument 1 10/30/2015 11:59:13 M LK Page 1 of

S87



Data File D:\LCADATA\WZF\WZF-1-47B\WZTF-1-47-48F 2015-07-25 13-49-304066-0401.D
Sample Name: WZF-1-48B

: 4
Acg. Instrument : Instrument 1 Location : WVial 66
Injection Date : 7/25/2015 2:32:59 P Inj : 1

Inj Yolume : § pl

Acqg. Method ¢ DIALCADATA\WER WZF-1-47TB\WZIF-1-47-48F 2015-07-25 13-49-304A5H-20-80- 1ML~

ZZORM-Z5MIN.M
Last changed D T/25/2015 2:56:15 PM by WZT
(modified after loading)

Analysis Method : D:ALC\DATA\WZR\ WZF-1-47B\WZIF-1-47-48F 2015-07-25 13-49-30%066-0401.DA\DA.H

{ASH-20-80-1ML-220RM-2 S IN.M)
Last changed : 1043072015 12:06:00 PM by LK
(modified after loadin

q)
DT A Wawlength=220 nm (OALCOATAWVZF Wz 147 BUZF-147-488 2015075 T3-48300560901.0)
mAU ~
&
&
700 o

600

500

400

300

200 2

1004

Area Percent Report

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Sigmal 1: VID1 &, Wavelength=220 nm
Peale RetTime Type TWidth Area Height Area

# [min] [min] midJ *s [maUr ] ]

1 11.109 MM 0.7509 3501.49390  77.71957 4.9384
2 16.247 MM 1.4486 6.74023e4  775.48297 95.0616

Totals : 7.09038e4  §53.20255

Instrument 1 10/30/2015 12:06:05 PM LK

Page 1 of Z

S88



OMe 4f

Data File D:ALCADATA\WZFA\WZF-1-50B\WZF-1-50B 2015-07-31 20-20-244055-0201.D
Sample Name: WZF-1-50B

Acyg. Operator e Seqg. Line : 2
Acg. Instrument : Instrument 1 Location : WYial 55
Injection Date : 7/31/2015 §:37:55 PM Inj : 1
Inj Yolume : 5 nl
Acq. Method ¢ DIALCADATANWEZR\ WZF-1-50B\WZF-1-50B 2015-07-31 20-20-24\ ASH-20-80-1ML-
2Z0RM. M
Last changed ¢ T/31/2015 §:53:20 PM by WIT

{modified after loading)

Analysis Method : D:ALCA\DATA\WZR\WZF-1-50B\WZF-1-50B 2015-07-31 20-20-24,055-0201.DA\DA.M ¢

ASH-20-80-1ML-2Z0HM.M)
Last changed ;1043042015 1:07:54 PM by LK
(modified after loading)

SADT A, iEvelength=220 nm (DALCDAT AWVZFUIZF-1-50 BUZF- 1508 2015-07-31 20-20-2405-0201.0)
mAU =
=3 @%‘b
500 @
e
400 4
300 4
N
200 1 a ‘gs(” ’
o W
s
=
1004
0 * d
T T T T T T T
8 10 12 14 16 18 min
Area Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution j 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: WID1 A, Wavelength=220 nm

Peal RetTime Type Tidth Area Height Area
# [min] [min] m& *s  [mAU ] $
el e |====]-=====- |=m=mmnenea o |-==m--- |
1 7.891 MM 0.5411 1.66883e4  514.03046 50.1731
z 17.260 MM 1.9808 1.65731ed  139.45105 49.5269

Totals : 3.32614e4  653.48151

Instrument 1 10/30/2015 1:07:58 PM LK

Page 1 of Z

S89



Data File D:\LCADATA\WZF\WZF-1-53B-2\WZF-1-53B-2 2015-08-21 14-01-374077-0201.D
Sample Name: WZF-1-53B-2

Acg. Instrument :

Injection Date
Acg. Method

Last changed
Analysis Method

Last changed

z
Instrument 1 Location : Wial 77
T 8/21/2015 2:23:19 PH Inj : 1

Inj Yolume : § pl

¢ DIALCADATA\WER\ WZF-1-53B-2\WZF-1-53B-2 2015-08-21 14-01-3T ASH-20-80-1ML-

ZZ0NM-25MIN. M

¢ B/8/2015 2:39:29 PM by LJ

DiALCYDATAWEZP WZF-1-53B-24WZF-1-536-2 2015-08-21 14-01-37T077-0201.D4DA.M
(ASH-20-80- 1ML-220FM-2 5 IN.M)

1043042015 1:10:28 PM by LK

(modified after loading)

mAU

800

700

600

500

400

1.848

300

200

100 4

VDT A, Vi welength=220 nm (DALC\DATAWZFUVZF-1-53B-2WEF -1-538-2 2015-08-21 14-01-37'077-0201.0)

16,299

Area Percent Report

Sorted By
Multiplier
Dilution

1.0000
1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: ViDL &,

Peal RetTime Type
# [min]

Wavelength=220 nm

Width Area Height Area

[min] md *s  [mAU ] %
=== | R | | [-———-

0.4715 8581.46630 265.66718 7.8378

1 7.848 \B
Z 16.299 \B

1.8707 1.00907e5  §45.90961 92.1622

1.09489e5 1111.57678

Instrument 1 10/30/2015 1:10:33 PM LK

Page 1 of
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4g

Data File D:\LCADATA\WZF\WZF-1-45B-4\WZF-1-456-4 2015-07-28 20-39-184065-0201.D
Sample Name: WZF-1-45B-4

Instrument 1
T T/ 282015 8:51: 53 P

Acg. Instrument :

Injection Date

Acg. Method
220RFM. M

Last changed © T/28/2015 8:36:18 PM

Analysis Method :

by WZF

(ASH-20-80-06ML -2 20H1. IT)

Last changed
(modified after load

10/30/2015 12:55:07 P by LK

ing)

Location :
Inj :

Inj Yolume :
¢ DALCADATANWEZR, WZF-1-45B-4\WZF-1-456-4 2015-07-28 20-39-18\ ASH-20-80-06ML -

vial 65
1
5l

DiALCADATANWZP WZF-1-45B-4\WZF-1-456-4 2015-07-28 20-39-18\065-0201.D%DA. M

VDT A, iaelength=220 nm (DALCDATAWNZFUNZE - 1-45B-RNEF -1-45B-4 2015-07-28 20-39-12'065-0201.0)
mAU &
800 A
5
o~
o~
60D
400 -
2004
1]
T T T T
14 16 18 20 22 24 i} mn
Area Percent Report
Sorted By Sigmal
Multiplier 1.0000
Dilution ! 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: WID1 A, Wavelength=2Z0 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] mi&T *s [malr ] 3
=== | |- ————- | |- [-———- |
1 17.18Z BB 0.8679 5.99297e4 1002.37305 49.9319
2 22.871 \B 1.4211 6.00932e4  631.88171 50.0681
Totals : 1.20023e5 1634.254786
Instrument 1 10/30/2015 12:55:12 PM LK Page 1 of

S91



Data File D:\LCADATA\WZF\WZF-1-60B-2\WZF-1-60B-2 2015-08-28 11-29-524076-0201.D
Sample Name: WZF-1-60B-2

: z
Acg. Instrument : Instrument 1 Location : Wial 76
Injection Date : 8/28/2015 11:37:24 2 Inj : 1
Inj Volume : § nl
Acq. Method ¢ DALCADATANWEZR WZF-1-60B-2YWZF-1-60B-2 2015-08-28 11-29-52\ ASH-20-80-06ML -
220RFM. M
Last changed D 8/28/2015 11:36:12 A by Z0Q

{modified after loading)

Analysis Method : DiALC\DATANWZR\WZF-1-60B-2\WZF-1-60B-2 2015-08-28 11-29-52\076-0201.D\DA.M

{ASH-20-80-06ML-2200M. M)
Last changed : 1043072015 12:57:39 PM by LK
(modified after loadin

)

D1 A, Viawelength=220 nm (DALCDATAWMNZFINZE- 1-60B-ANEF -1-608-2 2015-08-28 11-28-52'076-0201.0)

maU b4
g
1400
1200 4
1000 4
800
600

400

200

Area Percent Report

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Sigmal 1: VID1 &, Wavelength=220 nm

Peale RetTime Type TWidth Area Height Area
# [min] [min] m&T *s [mar ] ]

1 18.537 BB 0.9816 1.19203e4  173.60178 6.4193
2 23.486 \B 1.5149 1.73773e5 1501.23621 93.5807

Totals : 1.55693e5 1674.83798

Instrument 1 10/30/2015 12:57:43 PM LK

Page 1 of Z

592



4h

Data File D:ALCADATA\WZFA\WZIF-1-56B\WZF-1-56B 2015-09-04 16-16-044067-0201.D
Sample Name: WZF-1-56B

Acyg. Operator : HR :
Acg. Instrument : Instrument 1 Location : Wial 67

Injection Date : 9/4/2015 4:33:39 PH Inj : 1
Inj Yolume : 5 nl
Acq. Method ¢ DIALCADATANWEZR\ WZF-1-56B\WZF-1-56B 2015-09-04 16-16-04\ ASH-20-580-1ML-
2Z0RM-25MIN.M
Last changed : B/8/2015 2:39:29 PM by LJ

Analysis Method : D:ALCADATA\WZR\WZF-1-56B\WZF-1-56B 2015-09-04 16-16-04\067-0201.D\DA.M (
ASH-20-80-1ML-220MM-25MIN. M)

Last changed ¢ 1043042015 1:15:38 PM by LK
(modified after loading)

MDA, Migwelength=220 nm (DALCDATAWZFWZF-1-86 BWVZF- 1668 2015-09-04 16-16-04067-0201.0)
mAU 2
250
200
<<
=
hxd
150 4
100 4
50
0 1 1
T T T T T
10 12 14 16 18 mn
Area Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution ! 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VID1 A&, Wavelength=2Z0 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] m&J *s [malr ] ]
e | | == |-~ |-~ |
1 10.946 VB 0.5517 1.04888e4  272.96948 50.0735
z 15.979 VB 0.9282 1.04580e4  165.77760 49.9265
Totals : 2.09469e4  438.74709
Instrument 1 10/30/2015 1:15:42 PM LK Page 1 of 1

S93



Data File D:\LCADATA\WZF\WZIF-1-66B\YL-12-22 2015-09-09 12-32-41\066-0201.D

Sample Name: WZF-1-

Acyg. Operator
Aci.
Injection Date

Acg. Method

Last changed

Analysis Method :

Last changed

Instrument :

[13:]
¢ HR :
Instrument 1 Location : Wial 66
T 97972015 12:45:23 PU Inj : 1
Inj Volume : § nl

¢ DIALCADATANWEZR\WZF-1-66BYYL-12-22 2015-09-09 12-32-41\ASH-20-80-1ML-22Z0MI-
ZSMIN.M
t Bf8/2015 2:39:29 PM by LJ
D:ALCYDATA\WZP WZF-1-66B\YL-12-22 2015-09-09 12-32-41\066-0201.D4DA.M (
ASH-20-80-1ML-2Z0MM-25MIN. M)
¢ 1043042015 1:21:30 PM by LK
(modified after loading)

mAU ]

400

350 4

300

250 1

200

150 1

100

MVDT A, Vigelength=220 nm (DALCDATAWZFWVZF-1-66 BAYL-12-22 2015-09-09 12-3241'066:0201.0)

Sorted By
Multiplier
Dilution

Use Multiplier

Signal
1.0000
: 1.0000
& Dilution Factor with ISTDs

Signal 1: VID1 A&, Wavelength=2Z0 nm

Peal RetTime Type

#  [min]
--..| ....... |--
1 10,178 MM
Z 14.511 BB

Totals

Width Area Height Area
[min] m&J *s [malr ] ]

== === | == |-~ =~ |
0.5589 2063.26489 61.52769  7.4593

0.8760 2.55972e4  436.70819 92.5407

2.76605e4  498.23588

Instrument 1 10730/

2015 1:21:34 PM LK Page 1 of
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Data File D:\LCADATA\LEWLK-14-254LK-14-25 2016-05-28 09-59-264084-0201.D

Sample Name: LK-14-25

Acyg. Operator e
Acg. Instrument : Instrument 1

Injection Date : 5/28/2016 10:12:00 M

Location : Wial 84
Inj : 1
Inj Volume : § nl

Acq. Method ¢ D:ALC\DATA\LKALK-14-25\LK-14-25 2016-05-28 09-59-26%ASH-2-98-1ML-220M1.1

Last changed t 5/26/2016 §:358:14 AM by WIT

Analysis Method : D:\LC\DATA\LK\LK-14-25\LK-14-25 2016-05-28 09-59-26%084-0201.D\DA.M (ASH-
2-9§-1ML-2Z0RM. M)

Last changed : B/Bf2016 8:52:41 MM by HR
(modified after loading)

W01 A, MiEwelength=220 nm (DALCDATALKLK: 14-25'LK-14-25 2016-05-28 09-83-261084-0201.0)
mAU ] pre
300
250
200
150 4
100 4
50
0
T T T T T T T T
5 75 10 125 15 175 aN 25 25 min|
Area Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution ! 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VID1 A&, Wavelength=2Z0 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] malUr [malr ] ]
e | | == |- |-~ |
1 1z.041 BV 0.7339 1.70413e4  337.12213 50.5433
z 21.859 MM 1.3285 1.66750e4  151.99010 49.4567
Totals : 3.37163e4  489.11223
Instrument 1 6/6/2016 §:52:49 AM HR Page 1 of
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Data File D:\LCADATA\LK\LK-14-28-29\LK-14-28-29 2016-05-28 10-53-37\086-0301.D

Sample Fame: LK-14-29

Acg. Instrument :

Injection Date
Acg. Method

Last changed
Analysis Method

Last changed

H 3
Instrument 1 Location : Wial 86
P 57282016 11:37:49 MM Inj : 1

Inj Yolume : § pl

¢ D:ALCADATAV\LKALK-14-28-29LK-14-28-29 2016-05-28 10-53-374ASH-2-98-1ML-

ZZ0NM-30MIN.M

¢ 5/28/2016 10:52:47 M by WIF
¢ D:ALCADATANLEALK-14-28-29%LK-14-26-29 2016-05-28 10-53-37%086-0301.D\DA.K

(ASH-2-98-1ML-Z20RI-30MIN. M)

¢ B/6/2016 8:54:05 A by HR

(modified after loading)

VDT A, Miaelength=220 nm (DALCDATALKLE: 14-23-29' K- 14-28-29 2016-05-28 10-53-37\086-0201.0)
mAU H e
200 4
1754
150 4
125
100 4
75
g
50 o
25
1] " T
T T T 1
10 15 20 2 mn
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VID1 &, Wavelength=220 nm

Peale RetTime Type TWidth Area Height Area
# [min] [min] m&T *s [mar ] 3
el Bl B R D e b el
1 1z.00Z BB 0.7173 2086.61621 41.21986  7.1615
2 22.944 \B 1.7982 2.70499e4  219.59877 92.8385
Totals : 2.91365e4  Z60.81863
**% End of Report ***

Instrument 1 6/6/2016 §:54:09 AM HR

Page 1 of
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Cl 4j
Data File D:\LCADATA\LK\LK-14-Z20B\LK-14-20B 2016-05-10 14-44-27,083-0201.D
Sample Name: LK-14-20B

Acyg. Operator ¢ LHC :
Acg. Instrument : Instrument 1 Location : Wial 83

Injection Date : 5/10/2016 2:57:05 PM Inj : 1
Inj Yolume : 5 nl
Acg. Method : D:ALCYDATA\LKALK-14-20B\LK-14-20B 2016-05-10 14-44-274ASH-20-80-1ML-220MM.
48
Last changed ;1041772015 3:54:53 PM by LJ

Analysis Method : D:A\LC\DATA\LK\LK-14-Z0B\LK-14-20B 2016-05-10 14-44-274083-0201.DA\DA.M ¢
ASH-20-80-1ML-2ZZ20WM.M)

Last changed ¢ B/B/Z016 §:41:25 AM by HR
(modified after loadin

MDA, Migwelength=220 nm (DALCDATALKLE 14-20B\LK-14-208 2016-05-10 14-4427'083-0201.0)
mAU
500
400
300
200
100 4
0
1 T T T T T
2 4 [ g 10 12 14 min|
Area Percent Report
Sorted By j Signal
Multiplier H 1.0000
Dilution ! 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: WUD1 A, Wavelength=2Z0 nm

Peal RetTime Type TWidth Area Height Area
# [min] [min] mar *s  [mAU ] $
el Dt |====|-===--- |========== |========= |====---- |
1 5.781 MF 0.3595 1.21737e4  564.30969 50.7366
z  7.001 MM 0.5453 1.18202e4  361.25134 49.2634

Totals : £2.39938e4  925.56104

**%* End of Report ***

Instrument 1 6/6/2016 §:41:33 AM HR Page 1 of
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Data File D:\LCADATANL
Sample FName: LK-14-23B

K\LK-14-23B\LK-14-23B 2016-05-24 19-24-23,093-0201.D

Acyg. Operator
Acg. Instrument :
Injection Date

Acg. Method

Last changed
Analysis Method :

Last changed

t WET :
Instrument 1 Location : Wial 93
¢ 5/24/2016 7:36:58 PU Inj : 1

Inj Volume : 5 pl

¢ DiALCYDATA\LKALK-14-23BV\LK-14-23B 2016-05-24 19-24-23\ASH-10-90- IML-220MI-

2ZMIN. 1

¢ 117972015 3:28: 40 PM by LHC

D:AWLCYDATAYLKALK-14-23B\LK-14-23F 2016-05-24 19-24-234093-0201.DADA.M ¢
ASH-10-90-1ML-220M-22HIN. M)

P B/6/2016 §:45:06 M by HR

(modified after loading)

SADT A, iEelength=220 nm (DALCDATALKLK 14-23 B\LK-14-238 2016-05-24 19-2423'093-0201.0)
T =
1200 -
1000
800 -
600
400 -
2004 J -
Q
<
0 A
T T T T T T
2 4 6§ g 10 12 14 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VUDL A,

Peal RetTime Type
# [min]

Wavelength=220 nm

Width Area Height Area
[min] mar *s  [mAU ] $

0.4786 4.50153e4 1383.45776 91.0685
0.6749 4414,.55547 96.51945  §.9315

4.94301ed  1479.97721

Instrument 1 6/6/ 2016

**%* End of Report ***

§:45:12 AM HR Page 1 of
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Data File D:\LCADATA\LK\LK-14-2Z1\LK-14-21 2016-05-24 20-07-294094-0201.D
Sample FName: LK-14-21

Acyg. Operator e :
Acg. Instrument : Instrument 1 Location : Wial 94

Injection Date : 5/24/2016 §:20:16 PM Inj : 1

Inj Yolume : 5 nl
Acq. Method ¢ D:ALC\DATANLKALK-14-21\LK-14-21 2016-05-24 20-07-294ASH-20-80- 1ML- 22 ONM. M
Last changed ¢ 1041772015 3:54:53 PM by LJ

Analysis Method : D:\LC\DATA\LK\LK-14-Z1\LK-14-21 2016-05-24 20-07-29,094-0201.D\DA.M (ASH-
20-80-1ML-220MM.M)

Last changed : B/B/2016 8:47:12 MM by HR
(modified after loading)

WD A, MiEwelength=220 nm (DALCDATALKLK 14-21'LK-1421 2016-05-24 20-07-290094-0201.0)
mAU
20
o
P4
1 P
&
10
5_.
04
S N
T T T T T T T
10 15 20 25 30 ¥ 40 min
Area Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution H 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VYID1 A, Wavelength=2Z0 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] m&r *s [mar ] ]
el Rt |====]-====-- |-===mmm-- |===mmmm- |-====--- |
1 16.041 MM 2.3034 3129.0314% 22.64103 50.0559
2 26.387 MM 3.6600 3122.04028 14.21681 49.9441
Totals : 6251.07178  36.85784
*%%* End of Report ***
Instrument 1 6/6/2016 §:47:18 AM HR Page 1 of 1
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Data File D:\LCADATANL
Sample FName: LK-14-27B

K\LK-14-27B\LK-14-27B 2016-05-27 14-39-00,011-0201.D

Acyg. Operator
Acg. Instrument :
Injection Date

Acg. Method

Last changed
Analysis Method :

Last changed

t WET :
Instrument 1 Location : Wial 11
T 5/27/2016 2:51: 43 PU Inj : 1
Inj Volume : § nl

¢ DiALCYDATAVLKALK-14-27BV\LK-14-27B 2016-05-27 14-39-00\ASH-20-80- ML-220M1I-

40MIN. 1

¢ 5/25/2016 §:53:10 AM by WIT

D:AWLCYDATAYLKALK-14-27BV\LK-14-278 2016-05-27 14-39-004%011-0201.DA\DA.M ¢
ASH-20-80-1ML-220MI-40MIN. M)

P B/6/2016 §:49:16 M by HR

(modified after loading)

SADT A, iEelength=220 nm (DALCDATALKLK 14-27 B\LK-14-278 2016-05-27 14-3300°011-0201.0)
mal ]
50
40 -
304
204 2
w
=4
10
0+ 1 .
T T T T T T
10 15 20 25 1] » min|
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VUDL A,

Peal RetTime Type
# [min]
el Dt I-=--1
1 16.583 BB
Z 26.141 MM

Totals :

Wavelength=220 nm
Width Area Height
myr o *s [mAU ] $

------- |=======sec|—mmmmomcon |ocmee e |
1.1739 1453.69763  14.59158 12.0415
3.0553 1.06187ed 57.92581 87.9585

1.20724e4 72.51739

Instrument 1 6/6/ 2016

**%* End of Report ***

§:49:22 MM HR Page 1 of

$100



Data File D:\LCADATA\LK\LK-12-72A-110N\LK-12-72A-110 2015-12-09 21-41-224044-0101.D
Sample Fame: LK-12-T2ZA4

q. Line : 1

Acg. Operator : LHC Se
Acg. Instrument : Instrument 1 Location : Wial 44
Injection Date : 12/9/2015 9:42:59 PH Inj : 1
Inj Yolume : 5 nl
Acq. Method ¢ D:ALCADATANLEALK-12-72A-110%LK-12-72A-110 2015-12-09 21-41-22\ ICH-50-50-
IML-220RM.M
Last changed v 127942015 10:08:17 PM by LHC

{modified after loading)

Analysis Method : D:\LC\DATA\LEALK-12-72A-1104LK-12-72A-110 2015-12-09 21-41-22\044-0101.D%

DA.M { ICH-50-50-1ML-220RM. M)
Last changed v 5/24/2016 9:16:26 PM by WZT
(modified after loading)

VD1 A, Miawelength=220 nm (DALCDATALKLK 12-72 A4 110WLK- 12-724110 2015-12-09 21-41-22'044-0101.0)
mAU ] -
175
150 @
S
1254 &
100 4
754
50
25
0-
T T T T T
1 12 14 16 18 20 2 mn
Area Percent Report
Sorted By i Sigmal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: WID1 A, Wavelength=2Z0 nm
Peal RetTime Type TWidth Area Height Area
# [min] [min] mi&T *s [malr ] 3
=== | |- = | |- [-———- |
1 14.777 VB 0.7663 9901.50586 197.21677 50.1775
2 20.756 \B 1.1565 9831.43555 125.17695 49.8225
Totals : 1.97329e4  322.39371
Instrument 1 5/24/2016 9:16:33 PM WIF Page 1 of
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Data File D:\LCADATA\LK\LK-12-72A-110°\LK-12-72A-110 2015-12-09 22-10-374045-0101.D

Sample Fame: LK-12-110

Instrument :
Injection Date

Acq.

Acg. Method

Last changed
Analysis Method :

Last changed

Instrument 1 Location : Wial 45
127972015 10:12:39 PH Inj : 1
Inj Volume : § nl

¢ DiALCADATAVLKALK-12-72A- 110N\LK-12-724-110 2015-12-09 22-10-37 ICH-50-50-

IML- 22 0RM-30MIN .1

12/9/2015 10:09:50 PM by LHC

DiALCYDATANLKVLK-12-T2A-110NLK-12-T24-110 2015-12-09 22-10-37,045-0101.D%
DA.M { ICH-50-50-1ML-220RM-30MIN.M)

¢ B/6/2016 10:21:36 AM by HR

(modified after loading)

SAVOT A G welength=220 nm (DALC\OATALKLK 12-72 A 110WLK-12-724 110 015-12-09 22-10-37 045-0101.0)
mal ] o M
A
W
160 &
1404
1204
100
80
60 -
F
] = &
40 = s
N /\
0 A~
75 10 125 15 175 20 ns 25 275 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VID1 &, Wavelength=220 nm
Peale RetTime Type TWidth Area Height Area
# [min] [min] m&T *s [mar ] 3
el Bl D R Do Rl ittt
1 14.671 MM 0.8612 1173.68091 22.71535 17.8680
2 20.572 MM 1.3218 1.37434e4  173.29756 92.1320
Totals : 1.49171e4  196.01291
**% End of Report ***
Instrument 1 6/6/2016 10:21:41 AM HR Page 1 of
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Data File D:\LCADATA\LK\LK-12-72B-ICH\LK-12-72B-ICH 2015-12-09 15-53-594,036-0201.D
Sample Fame: LK-12-7ZB-ICH

q. Line : Z

Acg. Operator : LHC Se
Acg. Instrument : Instrument 1 Location : Wial 36
Injection Date : 12/9/2015 4:06:50 PM Inj : 1
Inj Volume : § nl
Acq. Method ¢ D:ALCADATANLEALK-12-72B- ICHNLK-12-72B-ICH 2015-12-09 15-53-59\ ICH-30-70-
IML-220RM.M
Last changed v 127972015 3:42:20 PM by LHC

Inalysis Method : D:\LCYDATA\LE\LK-12-72B- ICH\LK-12-72B-ICH 2015-12-09 15-53-59,036-0201.D%
DA.M (ICH-30-70-1ML-220RM.M)

Last changed © 5/24/2016 9:21:36 PM by WIT
(modified after loading)

VDT A, iaelength=220 nm (DALCDATALKLE: 12-72B-ICHWLK- 12-72B-ICH2015-12-09 15-53-59'036-0201.0)
mAU &
%
<X
250 ®
200
150 4
100
50
04 1
0 12 14 16 1 20 2 24 mn
Area Percent Report
Sorted By : Signal
Multiplier i 1.0000
Dilution ! 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VID1 &, Wavelength=220 nm
Peale RetTime Type TWidth Area Height Area
# [min] [min] m&T *s [mar ] 3
el Bl B R Do B el
1 16.22Z9 BB 0.6656 1.31428e4  300.75595 49.9097
2 18.987 BB 0.8255 1.31903e4  240.76797 50.0903
Totals : 2.63331ed  541.52393
**% End of Report ***
Instrument 1 5/24/2016 9:21:41 PM WiIF Page 1 of 1
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Data File D:\LCADATA\LK\LK-12-76B\LK-12-76B 2015-12-09 16-35-214044-0101.D
Sample Name: LK-12-76B
Acyg. Operator ¢ LHC :
Acg. Instrument : Instrument 1 Location : Wial 44

Injection Date : 12/9/2015 4:36:53 PM Inj : 1
Inj Wolume : § pl
Acg. Method ¢ D:ALCYDATA\LKALK-12-76B\LK-12-76B 2015-12-09 16-35-21%ICH-30-70-1ML-22 0RM-
Z5MIN. M
Last changed ;127972015 4:34:16 PM by LHC

Analysis Method : D:\LC\DATA\LK\LK-1Z-76B\LK-12-76B 2015-12-09 16-35-214044-0101.D\DA.M |
ICH-30-70-1ML-220RM-25MIN. M)
Last changed © 5/24/2016 9:19:55 PM by WIF

(modified after loading)
SADT A, i@elength=220 nm (DALC\DATALKLK 12-76 B\LK-12-768 2015-12-08 16-35210440101.0)

mAU
400 4
350 4
300
250 4
200 -
150 4
] 43
100 § ‘(\53,.
50 ad
1] ;_/\
12 1 1 12 20 2 2 mn|
Area Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution ! 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: WUD1 A, Wavelength=22Z0 nm

Peal RetTime Type TWidth Area Height Area
# [min] [min] mar *s  [mAU ] $
=== ||======= |====|-==~--- |=========a |========= |====---- |
1 16.409 MM 0.6876 1746.23743  42.3244z 17.0978
z 18.992 MM 0.9128 2.28564ed4  417.33026 92.9022

Totals : 2.46027e4  459.65469

**%* End of Report ***

Instrument 1 5/24/2016 9:20:00 PM WIF Page 1 of 1
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