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1. General Information

Unless otherwise noted, all reagents and solvents were purchased from commercial
suppliers and used without further purification. NMR spectra were recorded on Bruker
ADVANCE Il (400 MHz) spectrometers for 'H NMR and *3C NMR. CDCls was the
solvent used for the NMR analysis, with tetramethylsilane as the internal standard.
Chemical shifts were reported upfield to TMS (0.00 ppm) for *H NMR and relative to
CDCl; (77.3 ppm) for $3C NMR. Optical rotation was determined using a Perkin Elmer
343 polarimeter. HPLC analysis was conducted on an Agilent 1260 Series instrument.
Column Chromatography was performed with silica gel Merck 60 (300-400 mesh).

2. General procedure for the synthesis of compound 11
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Step 1. To a dried 100-mL three-necked flask were added NaH (2.2 g, 60% w/w, 56

mmol), dimethyl carbonate or diethyl carbonate (40 mmol) and toluene (20 mL) under
nitrogen. After the mixture was heated to reflux, a solution of acetophenone (20 mmol)
in toluene (10 mL) was added dropwise over 0.5 h. After the evolution of hydrogen
ceased (30-45 min), the reaction was cooled down to room temperature. Glacial acetic
acid (6 mL) was added dropwise and a heavy pasty solid separated. Ice-cold water was
slowly added until the solid was dissolved completely. Then, the reaction system was
dilute with EtOAc. The organic layer was separated, washed with water (20 mL) and
brine (20 mL) and dried over Na,SO4. After the solvent was evaporated, the residue
was purified by flash chromatography on silica gel with EtOAc/hexanes.

Step 2. A solution of p-ketoesters (12 mmol) and NH4sOAc (4.6 g, 60 mmol) in
methanol (12 mL) was stirred under reflux for overnight. After the solvent was
evaporated under reduced pressure, the residue was dilute with CH>Cl> (50 mL). The

resulting solid was filtered off and washed with CH>Cl, (2 x 30 mL). The combined



filtrate was washed with water and brine and dried over sodium sulfate. Evaporation of
the solvent gave the enamine intermediate, which was used directly in the next step
without further purification.

Step 3.To a solution of the enamine intermediate from the above step (about 12 mmol)
in THF (12 mL) were added acetic anhydride (3.6 mL, 36 mmol) and pyridine (0.19g,
2.4 mmol). The reaction mixture was then heated to reflux until the starting material
completely disappeared. After the mixture was cooled to room temperature, the
volatiles were evaportated. The residue was dissolved in EtOAc (200 ml), and the
solution was washed with water, 1IN HCI, saturated NaHCOz and brine. After the
solution was dried over sodium sulfate, the solvent was evaporated. The residue was
purified by flash chromatography on silica gel with EtOAc/hexanes to afford desired
products. (Some products are Z/E mixtures, which can not be separated by
chromatography)

NHAc
Xx_-COOMe

methyl (Z)-3-acetamido-3-phenylacrylate (1a): Step 1. To a dried 100-mL three-
necked flask were added NaH (2.2 g, 60% w/w, 56 mmol), dimethyl carbonate (3.6g,
40 mmol) and toluene (20 mL) under nitrogen. After the mixture was heated to reflux,
a solution of acetophenone (2.4 g, 20 mmol) in toluene (10 mL) was added dropwise
over 0.5 h. After the evolution of hydrogen ceased (30 min), the reaction was cooled
down to room temperature. Glacial acetic acid (6 mL) was added dropwise and a heavy
pasty solid separated. Ice-cold water was slowly added until the solid was dissolved
completely. Then, the reaction system was dilute with EtOAc. The organic layer was
separated, washed with water (20 mL) and brine (20 mL) and dried over Na SQOa. After
the solvent was evaporated, the residue was purified by flash chromatography on silica
gel with EtOAc/hexanes to afford methyl 3-oxo-3-phenylpropanoate (2.2 g, yield: 60%).

Step 2. A solution of methyl 3-oxo-3-phenylpropanoate (2.2 g, 12 mmol) and
NH4OACc (4.6 g, 60 mmol) in methanol (12 mL) was stirred under reflux for overnight.

After the solvent was evaporated under reduced pressure, the residue was dilute with



CH2Cl> (50 mL). The resulting solid was filtered off and washed with CH>Cl, (2 x 30
mL). The combined filtrate was washed with water and brine and dried over sodium
sulfate. Evaporation of the solvent gave the enamine intermediate, which was used
directly in the next step without further purification.

Step 3. To a solution of the enamine intermediate from the above step (about 12
mmol) in THF (12 mL) were added acetic anhydride (3.6 mL, 36 mmol) and pyridine
(0.19 g, 2.4 mmol). The reaction mixture was then heated to reflux until the starting
material completely disappeared. After the mixture was cooled to room temperature,
the volatiles were evaportated. The residue was dissolved in EtOAc (200 ml), and the
solution was washed with water, 1IN HCI, saturated NaHCO3 and brine. After the
solution was dried over sodium sulfate, the solvent was evaporated. The residue was
purified by flash chromatography on silica gel with EtOAc/hexanes to afford methyl
(2)-3-acetamido-3-phenylacrylate (2.2 g, yield: 83%). The physical data were identical
in all respect to those previously reported. M2
3. General Procedure for Asymmetric Hydrogenation of compound 1
A stock solution was made by mixing Ni(OAc): (1.8 mg, 0.01 mmol) with (S)-Binapine
(8.0 mg, 0.011mmol) in a 1:1.1 molar ratio in CF;CH20OH (1 ml) at room temperature
for 30 min in a nitrogen-filled glovebox. An aliquot of the catalyst solution (0.1 mL,
0.001 mmol) was transferred by syringe into the vials charged with different substrates
(0.1 mmol for each) in anhydrous CF3CH2OH (0.9 mL). The vials were subsequently
transferred into an autoclave into which hydrogen gas was charged. The reaction was
then stirred under Ha (50 atm) at 50 °C for 24 h. The hydrogen gas was released slowly
and carefully. The solution was concentrated and passed through a short column of
silica gel (eluant: EtOAc) to remove the metal complex. The ee values of all compounds
2 were determined by HPLC analysis on a chiral stationary phase. The physical data
were identical in all respect to those previously reported. [!/12]
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methyl (R)-3-acetamido-3-phenylpropanoate (2a): "4 [2 colorless oil; 215 mg,

Nz



isolated yield: 97%; 99% ee; [a]20° = 77.2 (¢ = 1.0, MeOH); The enantiomeric excess
was determined by HPLC on Chiralpak AD-H column, hexane: isopropanol = 95:5;
flow rate = 1.0 mL/min; UV detection at 210 nm; tg = 28.6 min (major), 31.4 min
(minor). 'H NMR (400 MHz, CDCls) &: 7.35-7.26 (m, 5H), 6.67 (d, J = 5.9 Hz, 1H),
5.43 (dt, J=8.4, 6.0 Hz, 1H), 3.61 (s, 3H), 2.93 (dd, /= 15.8, 5.9 Hz, 1H), 2.83 (dd, J
=15.8, 6.0 Hz, 1H) 2.01 (s, 3H). 3C NMR (101 MHz, CDCl;3) &: 171.8, 169.7, 140.7,
128.8, 127.8, 126.5, 52.0, 49.8, 40.0, 23.4 ppm.

NHAcC
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ethyl (R)-3-ace tamido-3-phenylpropanoate (2b): ['® colorless oil; 226 mg,
isolated yield: 96%; 99% ee; [a]20" = 67.8 (c = 1.0, MeOH); The enantiomeric excess
was determined by HPLC on Chiralpak OD-H column, hexane: isopropanol = 95:5;
flow rate = 1.0 mL/min; UV detection at 210 nm; tr = 26.8 min (major), 33.7 min
(minor). 'H NMR (400 MHz, CDCls) &: 7.41-7.16 (m, 5H), 6.95 (d, J = 7.7 Hz, 1H),
5.50-5.31 (m, 1H), 4.05 (q,/=7.1 Hz, 2H), 3.01-2.71 (m, 2H), 1.97 (d, J= 2.3 Hz, 3H),
1.15 (t, J= 7.1 Hz, 3H). 3C NMR (101 MHz, CDCl;) &: 171.3, 169.6, 140.8, 128.8,
127.7, 126.5, 60.9, 49.8, 40.3, 23.4, 14.2 ppm.

HAc
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methyl (R)-3-acetamido-3-(p-tolyl)propanoate (2¢): ['°! 21 colorless oil; 225 mg,

Nz

isolated yield: 96%; 99% ee; [a]20" = 88.6 (c = 1.0, MeOH); The enantiomeric excess
was determined by HPLC on Chiralpak OD-H column, hexane: isopropanol = 95:5;
flow rate = 1.0 mL/min; UV detection at 210 nm; tr = 28.2 min (major), 36.4 min
(minor). '"H NMR (400 MHz, CDCl3) §: 7.14 (dd, J = 22.4, 8.1 Hz, 4H), 6.80 (s, 1H),
5.37 (dd, J=14.5, 6.2 Hz, 1H), 3.60 (s, 3H), 3.02-2.72 (m, 2H), 2.31 (s, 3H), 1.96 (s,
3H). 3C NMR (101 MHz, CDCls) &: 171.8, 169.6, 137.8, 137.4, 129.5, 126.4, 52.0,
49.6, 40.0, 23.5, 21.2 ppm.
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methyl (R)-3-acetamido-3-(4-methoxyphenyl)propanoate (2d): ' 2] colorless oil;
246 mg, isolated yield: 98%; 99% ee; [a]20° = 89.4 (¢ = 1.0, MeOH); The enantiomeric
excess was determined by HPLC on Chiralpak OD-H column, hexane: isopropanol =
95:5; flow rate = 1.0 mL/min; UV detection at 210 nm; tr = 52.4 min (major), 65.7 min
(minor). 'TH NMR (400 MHz, CDCI3) §: 7.21 (d, J = 8.7 Hz, 2H), 6.84 (d, J = 8.7 Hz,
2H), 6.78 (d,J=6.3 Hz, 1H), 5.35 (dd, /= 14.5, 6.3 Hz, 1H), 3.77 (s, 3H), 3.61 (s, 3H),
2.84 (ddd, J = 49.5, 15.6, 6.3 Hz, 2H), 1.97 (s, 3H). '°C NMR (101 MHz, CDCls) &:
171.8,169.6, 159.1, 132.8, 127.7, 114.2, 55.4, 52.0, 49.3, 40.1, 23.5 ppm.

NHAcC
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methyl (R)-3-acetamido-3-(4-fluorophenyl)propanoate (2¢): ['![2! colorless oil; 230
mg, isolated yield: 96%; 99% ee; [0]20° = 62.8 (¢ = 1.0, MeOH); The enantiomeric
excess was determined by HPLC on Chiralpak OD-H column, hexane: isopropanol =
95:5; flow rate = 1.0 mL/min; UV detection at 210 nm; tr = 29.7 min (major), 35.3 min
(minor). "H NMR (400 MHz, CDCl;) §: 7.29-7.25 (m, 2H), 7.02-6.97 (m, 3H), 5.51-
5.30 (m, 1H), 3.61 (s, 3H), 2.84 (ddd, J = 40.7, 15.8, 6.2 Hz, 2H), 1.98 (s, 3H). 1*C
NMR (101 MHz, CDCl3) 6: 171.7,169.7, 162.2 (d, J=246.0 Hz), 136.7 (d, /= 3.2 Hz),
128.2 (d, J=8.1 Hz), 115.7 (d, J=21.5 Hz), 52.1, 49.2, 40.0, 23.4 ppm.
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methyl (R)-3-acetamido-3-(4-chlorophenyl)propanoate (2f): ['° colorless oil; 242
mg, isolated yield: 95%; 97% ee; [a]20" = 64.0 (c = 1.0, MeOH); The enantiomeric
excess was determined by HPLC on Chiralpak AD-H column, hexane: isopropanol =
95:5; flow rate = 1.0 mL/min; UV detection at 210 nm; tr = 32.8 min (major), 40.7 min
(minor). '"H NMR (400 MHz, CDCls) &: 7.25 (dd, J = 24.0, 8.5 Hz, 4H), 6.99 (s, 1H),
5.39-5.34 (m, 1H), 3.62 (s, 3H), 2.83 (ddd, /= 36.3, 15.9, 6.1 Hz, 2H), 1.99 (s, 3H). °C



NMR (101 MHz, CDCls) 8: 171.6, 169.7, 139.4, 133.5, 129.0, 127.9, 52.1, 49.2, 39.8,

23.4 ppm.

NHAC
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methyl (R)-3-acetamido-3-(4-bromophenyl)propanoate (2g): ['°! 2! white solid; 290
mg, isolated yield: 97%; 99% ee; [0]20° = 75.2 (¢ = 1.0, MeOH); The enantiomeric
excess was determined by HPLC on Chiralpak AD-H column, hexane: isopropanol =
95:5; flow rate = 1.0 mL/min; UV detection at 210 nm; tr = 36.2 min (major), 45.9 min
(minor). 'H NMR (400 MHz, CDCls) §: 7.47-7.40 (m, 2H), 7.16 (d, J = 8.4 Hz, 2H),
7.02 (d,J =8.1 Hz, 1H), 5.35 (dt, ] = 8.4, 6.1 Hz, 1H), 3.62 (s, 3H), 2.83 (ddd, ] =35.5,
15.9,6.1 Hz, 2H), 1.98 (d, J = 1.7 Hz, 3H). *'C NMR (101 MHz, CDCl3) 8: 171.6, 169.8,

139.9, 131.9, 128.3, 121.6, 52.1, 49.2, 39.8, 23.4 ppm.
HAc
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methyl (R)-3-acetamido-3-(4-(trifluoromethyl)phenyl)propanoate (2h):?! colorless

|IZ

oil; 292 mg, isolated yield: 98%; 99% ee; [a]2” = 65.2 (c = 1.0, MeOH); The
enantiomeric excess was determined by HPLC on Chiralpak OD-H column, hexane:
isopropanol = 95:5; flow rate = 1.0 mL/min; UV detection at 210 nm; tr = 27.1 min
(major), 35.1 min (minor). "H NMR (400 MHz, CDCl3) § 7.57 (d, J= 8.2 Hz, 2H), 7.41
(d, J=8.2 Hz, 2H), 7.12 (d, J = 3.3 Hz, 1H), 5.45 (dd, J = 14.1, 6.1 Hz, 1H), 3.63 (s,
3H),2.87 (qd, J=16.0, 6.0 Hz, 2H), 2.01 (s, 3H). *C NMR (101 MHz, CDCl;3) 8: 171.6,
169.9, 145.0, 130.0 (q, J = 32.5 Hz), 126.9, 125.8 (q, J = 3.7 Hz), 124.2 (d, J = 272.0
Hz), 52.2,49.4,39.7, 23.4 ppm.
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methyl (R)-3-acetamido-3-(m-tolyl)propanoate (2i): ! colorless oil; 230 mg,

isolated yield: 98%; 99% ee; [a]20" = 66.0 (c = 1.0, MeOH); The enantiomeric excess



was determined by HPLC on Chiralpak OD-H column, hexane: isopropanol = 92:8;
flow rate = 0.8 mL/min; UV detection at 210 nm; tr = 20.4 min (major), 29.0 min
(minor). 'H NMR (400 MHz, CDCls) &: 7.20 (t, J = 7.5 Hz, 1H), 7.13-7.02 (m, 3H),
6.83 (s, 1H), 5.51-5.31 (m, 1H), 3.61 (s, 3H), 3.02-2.69 (m, 2H), 2.32 (s, 3H), 1.97 (s,
3H). 3C NMR (101 MHz, CDCls) § 171.8, 169.6, 140.7, 138.5, 128.7, 128.5, 127.3,
123.4,52.0, 49.8, 40.1, 23.5, 21.6 ppm.

HAc

[::[j\/COOMe

methyl (R)-3-acetamido-3-(o-tolyl)propanoate (2j): [*°! colorless oil; 232 mg,

Nz

Isolated yield: 98%:; 99% ee; [a]20° = 56.8 (c = 1.0, MeOH); The enantiomeric excess
was determined by HPLC on Chiralpak AD-H column, hexane: isopropanol = 95:5;
flow rate = 1.0 mL/min; UV detection at 210 nm; tr = 17.0 min (major), 20.4 min
(minor). 'H NMR (400 MHz, CDCls) §: 7.24-7.22 (m, 1H), 7.20-7.13 (m, 3H), 6.61
(s, 1H), 5.60 (dd, J = 14.7, 6.8 Hz, 1H), 3.60 (s, 3H), 2.82 (qd, J = 15.4, 6.7 Hz, 2H),
2.41 (s, 3H), 1.94 (s, 3H). 3C NMR (101 MHz, CDCls) &: 171.7, 169.5, 138.9, 136.1,
131.0, 127.8, 126.5, 125.2, 52.0, 46.6, 39.5, 23.4, 19.4 ppm.

NHAc
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methyl (R)-3-acetamido-3-(thiophen-2-yl)propanoate (2k): 2 colorless oil; 222
mg, isolated yield: 98%; 99% ee; [a]20° = 77.4 (¢ = 1.0, MeOH); The enantiomeric
excess was determined by HPLC on Chiralpak AD-H column, hexane: isopropanol =
95:5; flow rate = 1.0 mL/min; UV detection at 210 nm; tr = 30.0 min (minor), 30.8
min (major). 'H NMR (400 MHz, CDCI3): § 7.20 (dd, J = 4.0, 2.2 Hz, 1H), 6.94-6.93
(m, 2H), 6.68 (d, J = 7.7 Hz, 1H), 5.71-5.67 (m, 1H), 3.67 (s, 3H), 2.98 (dd, J = 16.1,
5.4 Hz, 1H), 2.90 (dd, J = 16.1, 5.8 Hz, 1H), 2.02 (s, 3H). 1*C NMR (101 MHz,
CDCI3): 86 171.6, 169.3, 144.4,127.0, 124.7, 124.5, 52.1, 45.6, 40.0, 23.4 ppm.

NHAc
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methyl (R)-3-acetamido-3-(furan-2-yl)propanoate (21): ! colorless oil; 203 mg,
isolated yield: 95%; 99% ee; [a]20° = 99.2 (c = 1.0, MeOH); The enantiomeric excess
was determined by HPLC on Chiralpak AD-H column, hexane: isopropanol = 95:5;
flow rate = 1.0 mL/min; UV detection at 210 nm; tr = 23.9 min (minor), 26.8 min
(major). *H NMR (400 MHz, CDCls) & 7.33 (dd, J = 1.6, 0.6 Hz, 1H), 6.55 (d, J = 7.6
Hz, 1H), 6.31 (dd, J = 3.2, 1.9 Hz, 1H), 6.20 (d, J = 3.3 Hz, 1H), 5.54-5.49 (m, 1H),
3.67 (s, 3H), 2.95 (dd, J = 16.0, 5.3 Hz, 1H), 2.83 (dd, J = 16.0, 6.2 Hz, 1H), 2.02 (s,
3H). 13C NMR (101 MHz, CDCl3) § 171.6, 169.6, 153.1, 142.2, 110.6, 106.6, 52.1,
44.1, 37.7, 23.5 ppm.

NHAC

COOMG

methyl (R)-3-acetamido-3-(naphthalen-2-yl)propanoate (2m): ! colorless oil; 260
mg, isolated yield: 96%; 98% ee; [a]20° = 104.1 (¢ = 1.0, MeOH); The enantiomeric
excess was determined by HPLC on Chiralpak AD-H column, hexane: isopropanol =
92:8; flow rate = 1.0 mL/min; UV detection at 210 nm; tr = 22.1 min (major), 27.3
min (minor). *H NMR (400 MHz, CDCls) 8: 7.83-7.76 (m, 4H), 7.53-7.37 (m, 3H),
7.07 (d, J = 4.7 Hz, 1H), 5.60 (dd, J = 14.5, 6.2 Hz, 1H), 3.61 (s, 3H), 3.09-2.83 (m,
2H), 2.02 (s, 3H). 13C NMR (101 MHz, CDCls) 8: 171.8, 169.74, 138.2, 133.4, 132.9,
128.7,128.1, 127.8, 126.4, 126.2, 125.2, 124.7, 52.0, 49.9, 40.0, 23.5 ppm.

methyl (R)-3-acetamido-3-(naphthalen-1-yl)propanoate (2n): ! colorless oil; 265
mg, isolated yield: 98%; 99% ee; [0]20° = 30.9 (¢ = 1.0, MeOH); The enantiomeric
excess was determined by HPLC on Chiralpak AD-H column, hexane: isopropanol =
95:5; flow rate = 1.0 mL/min; UV detection at 210 nm; tr = 29.5 min (minor), 40.3
min (major). *H NMR (400 MHz, CDCls) &: 8.10-8.05 (m, 1H), 7.87-7.80 (m, 1H),
7.76 (d, J = 7.8 Hz, 1H), 7.56-7.45 (m, 2H), 7.44-7.34 (m, 2H), 6.77 (d, J = 5.6 Hz,
1H), 6.19 (dd, J = 14.9, 6.6 Hz, 1H), 3.56 (d, J = 3.9 Hz, 3H), 2.98 (t, J = 6.6 Hz, 2H),



1.91 (d, J = 5.4 Hz, 3H). 2*C NMR (101 MHz, CDCl3) 5: 171.8, 169.5, 136.2, 134.1,

130.9, 129.1, 128.7, 126.9, 126.1, 125.3, 123.2, 123.0, 52.0, 46.1, 39.5, 23.3 ppm.
NHAc

__-COOEt

ethyl (S)-3-acetamidobutanoate (20): #1121 colorless oil ; 173 mg, isolated yield:

95%; 98% ee; [0]20° = -38.9 (¢ = 1.0, MeOH); The enantiomeric excess was
determined by HPLC on Chiralpak OJ-H column, hexane: isopropanol = 95:5; flow
rate = 0.5 mL/min; UV detection at 210 nm; tr = 24.2 min (major), 26.6 min (minor).
!H NMR (400 MHz, CDCls) &: 6.30 (d, J = 5.8 Hz, 1H), 4.34-4.19 (m, 1H), 4.13-3.98
(m, 2H), 2.44 (d, J = 5.5 Hz, 2H), 1.89 (s, 3H), 1.22-1.14 (m, 6H). 1*C NMR (101
MHz, CDCl3) ¢: 171.9, 169.5, 60.8, 42.2, 40.2, 23.6, 20.2, 14.4 ppm.
4. General procedure for gram-scale asymmetric hydrogenation with 0.2 mol%
catalysis loading

A stock solution was made by mixing Ni(OAc): (1.8 mg, 0.01 mmol) with (S)-
Binapine (8.0 mg, 0.011lmmol) in a 1:1.1 molar ratio in CF3CH20OH (1 ml) at room
temperature for 30 min in a nitrogen-filled glovebox. Then the catalyst solution (1.0
mL, 0.01 mmol) was transferred by syringe into the vials charged with substrate 1b (5
mmol, 1.17 g) in anhydrous CF;CH2OH (12 mL). The vials were subsequently
transferred into an autoclave into which hydrogen gas was charged. The reaction was
then stirred under H» (80 atm) at 50°C for 70 h. The hydrogen gas was released slowly
and carefully. The solution was concentrated and passed through a short column of
silica gel (eluant: EtOAc) to remove the metal complex. The ee values of all compounds

2b were determined by HPLC analysis on Chiralpak OD-H column.
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Data File E:\DATANLXX\NHAC-NIY\4-69-AD Z017-03-15 11-28-574055-0501.D

Sample Name: 4-69-4

heog., Operator
Acg., Instrument
Injection Date
Aeog, Method

Last changed
Analysis Method

Last changed

Additional Info

SYSTEM Seqg. Line : 5
1Z60HPLC-VID Location @ Wial 95
31572017 1:532:44 PH Inj : 1

Injy Wolume : 3.000 pl

-Z10NM-35MIN. K
341572017 11:28: 58 AM by 3Y3ITEM

¢ E\DATANLXXA\NHAC-NIY4-658-4D 2017-03-15 11-28-57WWWD-4AD(1-2)-95-5-1ML-3TUL

E:WDATAY LXXA\NHAC-NI\4-69-4AD 2017-03-15 11-28-57\VWD-AD(1-2)-95-5-1ML-3TL

—-210NM-35MIN. M (3equence Method)
3/20/2017 10:41:21 AM by SYSTEM
[modified after loading)

Peak (5] marnmally integrated

WD AL W avelengthe 210 nm (EADATAL AN HAC- MG S8 AD 2047 -02-15 1 1-28 5n005 0501.0)
mall ]
250
o
['¥]
B m
i R
200 o
[}
1480 1
100
50
27 T T T T T T
e 24 Jus] 28 =20 32 sl min
Area Percent Report
Sorted By Sigmal
Multiplier 1.0000
Iilution 1.0000
Do not use Maltiplier & Dilution Factor with ISTDs=
Signal 1l: VWDl 4, Wawelength=210 nm
Peak FetTime Type Width Area Height hrea
# [min] [min] [wal*=] [ mall] %
il et el |—=====——= | === |-======- |
1l Z28.575 BV 0.7e78 1.04297e4 206.66759 50,3075
2 30,779 VE 0.8381 1.03022e4 186.59975 49,8225
Totals 2.07315e4 39326733
**% End of Report *+%%
1260HPLC-VWD 3/20/2017 10:41:25 AM SYSTEM Page 1 of 1



Data File E:\DATA\YHL\YHL-6-75\YHL-6-75 2017-03-18 15-28-344095-0901.D

Sample Name: LXX-4-75-

4

heog., Operator
Acg., Instrument
Injection Date
Aeog, Method

Last changed
Analysis Method

Last changed

Additional Info

SYSTEM Seqg. Line :
1Z60HPLC-VID Location
3/15/2017 9:00:07 PH Inj

Injy Wolume

3UL-Z10NM-S0MIN. B
341872017 3:44:42 PM by 3YITEM

9
Vial 95
1
3.000 ul

¢ E\DATANYHLAYHL-6-7 58 FHL-6-75 2017-03-18 15-25-34\WWD-AD(1-2)-95-5- 1ML~

E:Z\DATAYYHLNYHL-6-75\THL-6-75 2017-03-18 15-28-34\VWD-AD(1-2)-25-5-1ML-

FUL-Z10NM-S0MIN. M (Sequence Method)
3/20/2017 10:32: 57 AM by SYSTEM
[modified after loading)

Peak (5] marnmally integrated

WD AW awelengthe 210 nm (EADATATH LY HL-G-750 HLG-75 2017-03 18 15-28-3<0025-0901 [
mall ]
400
[x]
&
o
3]
300
200 4
100
)
o é}
g .®
oA T
T T T T T T
15 i 25 0 ] €N min
Area Percent Report
Sorted By Sigmal
Multiplier 1.0000
Dilution 1.0000

Do not use Maltiplier & Dilution Factor with ISTDs=

Sigmnal l: VUDL &,
Feak FetTime Type
1l Z8.592 BB
2 31.353 MM

Totals

Wavelength=210 nm

Width Area Height hrea
[wmin] [wal*s] [walr] %

0.7421 1.53984e4d 312.35544 99,6060
0.5525 60. 50300 1.83714 0.3940

1. 5455934 314.19258

**% End of Report *+%%

1260HPLC-VIWD 3/720/2017 10:32:59 AM 3VITEM

Page 1 of 1
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Data File E:\DATA\LXX\Y-COOETY3-105 2016-09-23 12-55-28%092-0201.D
Sample Name: Rac

heog., Operator : SYSTEHM Seqg. Line : 2
Aog, Instrument : 1Z60HPLC-DAD Location @ Wial 92
Injection Date @ 9/23/2016 l:12:23 PM Inj : 1
Injy Wolume : 3.000 pl
hog. Method : E:\DATANLXMNY-COOETY 3-105 2016-09-23 12-55-28\DAD-0D (1-2)-95-5-1.0ML-3UL
-40MIN. M
Last changed T 942372016 1:39:39 PM by SYVETEM

jmodified after loading)

Analysis Method @ E:\DATANLXXAY-COOETY,3-105 2016-09-23 12-55-28%DAD-0D(1-2)-95-5-1.0ML-30L
—40MIN.M [ Sequence Method)

Last changed : 57472017 10:39:02 AM by SVSTEM
[modified after loading)

Additional Info : Peak(s) mamally integrated

DADT C, Sige210,4 Ref=off ( EADATALCNY-CO0ETS 105 20150823 12-55-280002-0201.0)

27388

34137

Sorted By H Simmal
Multiplier H 1.0000
Dilution : 1. 0000
Do not use Maltiplier & Dilution Factor with ISTDs=

Sigmal 1: DAD1 C, 3ig=210,4 Ref=off

FPeak RetTime Type Width Area Height hrea
# [min] [min] [mall*s=] [malr] %
il et el |—=====——= | === |-======- |
1 27.388 EE 0.9787 9711.558691 141.55748 50,2375
2 34.137 EB 1.1551 9619.76074 115.33123 49,7625

Totals : 1.933135e4 257.18871

1260HPLC-VIWD 57472017 10:39:06 AM 3VSTEM Page 1 of 1



Data File E:\DATA\LXX\Y-COOETY3-105 2016-09-23 12-55-28%0594-0401.D
Sample Name: 3-105

heog., Operator : SYSTEHM Seqg. Line : 4
Aog, Instrument : 1Z60HPLC-DAD Location : Wial 94
Injection Date @ 9/23/2016 Z2:54:15 PH Inj : 1
Injy Wolume : 3.000 pl
hog. Method : E:\DATANLXMNY-COOETY 3-105 2016-09-23 12-55-28\DAD-0D (1-2)-95-5-1.0ML-3UL
-40MIN. M
Last changed T 942372016 1:39:39 PM by SYVETEM

Analysis Method @ E:\DATANLXKMAY-COOETY3-105 Z016-059-23 12-55-284DAD-0D (1-2)-95-5-1.0ML-3UL
—-40MIN. M [ Zequence Method)

Last changed : 54472017 10:43:47 AM by SVITEM
[modified after loading)

Additional Info : Peak(s) mamially integrated

DADA C, 52104 Ref=off ( EMDATA DO CODET 105 20150523 12-55- 20040471 .0)
mall ]
[yl
R
400 4 a8
300
200 4
100
B %“6@
0 L . Ehé
T T T T T
15 20 25 30 il a0
Area Percent Report
Sorted By H Sigmal
Multiplier H 1.0000
Lilution H 1.0000

Do not use Maltiplier & Dilution Factor with ISTDs=

Signal l: DAD1 C, Sig=210,4 Ref=off

Peak FetTime Type Width Area Height hrea
# [min] [wmin] [wal*s] [walr] %

1l Z6.773 BB 1.0258 Z.82769e4 3868.21286 99,9660
2 33.877 MM 0.3648 9.60794 4,39151e-1 0.0340

Totals : Z.82665e4 386.65201

**% End of Report *+%%

1260HPLC-VIWD 5/4/2017 10:43:50 AM 3VSTEM Page 1 of 1



Data File E:\DATA\¥C\¥C-4-141-0J4¥C-4-141-07 2016-10-04 11-49-44,095-1101.D
Sample Name: p-CH3-Rac

heog., Operator : SYSTEHM Seqg. Line : 11
Aog, Instrument : 1Z60HPLC-DAD Location @ Wial 95
Injection Date : 107472016 3:56:1Z PM Inj : 1
Injy Wolume : 3.000 pl
hog. Method : E:\DATANYCAYC-4-141-0T4V¥C-4-141-07 2016-10-04 11-49-444DAD-0D (1-2)-95-5-
1.0ML-3UL-40MIN. M
Last changed : 107472016 11:59:28 AM by SY¥3TEM

Analysis Method @ E:\DATANYCA,YC-4-141-004YC-4-141-0J =2016-10-04 11-49-444DAD-0D (1-2)-95-5-
1.0ML-3UL-40MIN. M (Sequence Method)

Last changed : 54472017 10:29:51 AM by SVSTEM
[modified after loading)

Additional Info : Peak(s) mamially integrated

DADT C, Sige210,4 Ref=off ( EADATANTC -4 194 O T- 4 144 - 0U 20016 10-04 1 1-42-30005-1404.0)

mall

280 1

260

22,205

2490 1

2201

arasz

200+

Sorted By H Sigmal
Multiplier H 1.0000
Lilution H 1.0000
Do not use Maltiplier & Dilution Factor with ISTDs=

Signal l: DAD1 C, Sig=210,4 Ref=off

Peak FetTime Type Width Area Height hrea
# [min] [wmin] [wal*s] [walr] %

1l Z9.Z05 EB 1.1505 1.01ZZ5e4 116.87374 50,3463
Z 37.l82 BB 1.3771 9983. 25391 g6.45850 49,6537

Totals : Z.01058e4 203.33224

**% End of Report *+%%

1260HPLC-VIWD 5/4/2017 10:30:00 AM 3VSTEM Page 1 of 1



Data File E:\DATA\LXX\Y-COOETY,3-120-3 2016-10-06 08-58-12,093-0301.D
Sample Nawe: 3-120-3

hecg. Operator 1 SYSTEM Seqg. Line : 3
Aog, Instrument : 1Z260HPLC-DAD Location @ Wial 93
Injection Date : 10/6/2016 10:11:00 AM Inj : 1
Inj Wolume : 3.000 pl
Acg, Method : E:ANDATANLXMNY-COO0ETY3-120-3 2016-10-06 08-58-1:2hDAD-0D(1-2)-95-5-1.0ML-
FUL-55MIN. M
Last changed : 10/6/2016 10:57:35 AM by S¥STEM

[modified after loading)

Analysiaz Method : E:\DATA\LXX\V-COOETY3-120-3 2016-10-06 08-55-12\DAD-0D{1-2)-95-5-1. OML-
SJUL-55SMIN.M {Sequence Method)

Lazt changed T 8/21/2017 10:13:26 PM by 5YSTEM
[modified after loading)

Additional Info : Peak(s) manually integrated
LAl C, Sige210,4 Ref=off ( EADATALCAY CO0ETS 120-3 201M8-10-005 08 52- 129096 0301.00

mall

400

2480

Sorted By H Simmal
Multiplier H 1.0000
Dilution : 1. 0000

Do not use Maltiplier & Dilution Factor with ISTD=

Sigmal 1: DAD1 €, 3ig=210,4 Ref=off

Feak FetTime Type Width Area Height Area
# [min] [min] [wal*=] [walT] %
il et el |—=====——= | === |-======- |
1 Z8.403 BB 1.2297 2.35953e4d 266.29959 99,9736
2 36.455 MM 0.zz70 6. 253441 4.5776%e-1 0.0z264

Totals @ Z.36015e4 266.75736

1260HPLC-DAD /2172017 10:13:32 PM 3V3ITEHN Page 1 of 1
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Data File E:\DATA\LXX\LXK-3-166% LXK-3-166 2016-11-17 12-41-08,092-0201.D
Sample Name: LXH-3-1866-4-Rac

heog., Operator : SYSTEHM Seqg. Line : 2
Aog, Instrument : 1Z60HPLC-VUD Location @ Wial 92
Injection Date : 11/17/2016 l2:57:3% PH Inj : 1
Injy Wolume : 1.000 pl
hog. Method  E:\DATAN LM LIK-3-166% Li0d-3-166 2Z016-11-17 12-41-08\VWD-0D (1-2)-95-5-
1ML3UL-210NM-30MIN. M
Last changed : 1171742016 12:41:08 PM by S¥YSTEHM

Analysis Method @ E:\DATAYLXNYLI-3-166%LX¢-3-166 =2016-11-17 12-41-08%VWD-0D (1-2)-95-5-
1ML3UL-210NM-30MIN. M (Sequence HMethod)

Last changed : 5/4/72017 10:50:17 AM by SVSTEM
[modified after loading)

Additional Info : Peak(s) mamially integrated

WD AW avel engthe 220 nm (EADATANL AL 3- 168 L0-2 165 2016-14- 17 12-44-03022-0201 .00
T
204
aj -
a0
5
a0 b @@:
A g &
a0 i
o
0
o
-10 T T T T T T T
0 45 a0 &5 50 5 Fin Fis]
Area Percent Report
Sorted By H Sigmal
Multiplier H 1.0000
Dilution : 1.0000

Do not use Maltiplier & Dilution Factor with ISTDs=

Signal 1l: VWDl 4, Wawelength=2Z0 nm

Peak FetTime Type Width Area Height hrea
# [min] [wmin] [wal*s] [walr] %

1l 5Z.903 EB 2.2351 eZ04.ZZa07 38.50886 50.0168
Z 65.985 MM 3.2745 6Z00.05127 31.55764 49,9832

Totals : 1. 240434 70.36650

**% End of Report *+%%

1260HPLC-VIWD 5/4/2017 10:50:22 AM 3VSTEM Page 1 of 1



Data File E:\DATA\LXX\LXK-3-166% LXK-3-166 2016-11-17 12-41-08,093-0301.D
Sample Name: LXX-3-166-4

heog., Operator : SYSTEHM Seqg. Line : 3
Aog, Instrument : 1Z60HPLC-VUD Location @ Wial 93
Injection Date : 11/17/2016 2:18:Z1 PM Inj : 1
Injy Wolume : 1.000 pl
hog. Method  E:\DATAN LM LIK-3-166% Li0d-3-166 2Z016-11-17 12-41-08\VWD-0D (1-2)-95-5-
1ML3UL-210NM-30MIN. M
Last changed 1 1171742016 2:22:22 PM by SY¥3TEM

jmodified after loading)

Analysis Method @ E:\DATAYLXKNLXHK-3-166%LX¥K-3-166 2016-11-17 12-41-08,\VWD-0D (1-2)-95-5-
1ML3TUL-Z210NM-80MIN. M [ Sequence Method)

Last changed : 8/21/2017 10:06: 57 PM by SYSTEM
[modified after loading)

Additional Info : Peak(s) mamally integrated

WD AW gvelength= 220 nm (EAD AT AL AL 3- 1680003 168 2016 14- 4T 12-44-0800 20201 .0

mall

0 -

52356

Sorted By H Simmal
Multiplier H 1.0000
Dilution : 1. 0000

Do not use Maltiplier & Dilution Factor with ISTDs=

Signal 1: VD1 A, Wawvelength=220 nn

FPeak RetTime Type Width Area Height hrea
# [min] [min] [mall*s=] [malr] %
il et el |—=====——= | === |-======- |
1l 5Z.35%8 EE 2.1852 9316.13154 57.01701 99,9782
2 65.6%90 MM 0.4826 2.03434 7.02565e-2 0.0218

Totals : 9315, 16617 57.08726

1260HPLC-DAD G721 /2017 10:07:03 PM 3VITEM Page 1 of 1
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Data File E:\DATA\¥C\¥C-4-141-0J,¥C-4-141-07 2016-10-04 11-49-44,093-0501.D
Sample Name: p-F-Rac

heog., Operator : SYSTEHM Seqg. Line : 5
Aog, Instrument : 1Z60HPLC-DAD Location @ Wial 93
Injection Date : 107472016 l:20:1% PM Inj : 1

Injy Wolume : 3.000 pl

Aog. Method ¢ E\DATANYCAYC-4-141-0T4YC-4-141-07 2016-10-04 11-49-444DAD-0D (1-2)-95-5-

1.0ML-3UL-40MIN. M
Last changed 1 10/4/2016 1:29:48 FM by BVSTEM
jmodified after loading)

Analysiz Method : E:\DATANYCA\YC-4-141-004¥C-4-141-0J Z016-10-04 11-49-44DAD-0D(1-2)-95-5-

1.0ML-3UL-40MIN.M (Secquence Method)
Last changed : 57472017 10:27:02 AM by SVSTEM
[modified after loading)
Additional Info : Peak(s) mamally integrated

DADT C, Sige210,4 Ref=off ( EADATANTC -4 194 O T- 4144 - 0U 2016 10-04 1 1-42-40003-0504.0)
mall
140

0151

25451

Sorted By H Simmal
Multiplier H 1.0000
Dilution : 1. 0000
Do not use Maltiplier & Dilution Factor with ISTDs=

Sigmal 1: DAD1 C, 3ig=210,4 Ref=off

FPeak RetTime Type Width Area Height hrea
# [min] [min] [mall*s=] [malr] %
il et el |—=====——= | === |-======- |
1l 30.161 EE 1.0430 §421.93555 95,5768l 50,0074
2 35.461 EE 1.3524 5419, 44522 §1.15081 49,9326

Totals : 1.65414e4 176.T2742

1260HPLC-VIWD 5/4/2017 10:27:06 AM 3VSTEM

Page 1 of 1



Data File E:\DATA\YC\¥C-4-141-0J4¥C-4-141-0J 2016-10-04 11-49-44%094-0601.D

Sample Nawe: 3-120-2

heog., Operator

Acg., Instrument

Injection Date
Aeog, Method

Last changed
Analysis Method

Last changed

Additional Info

SYSTEM Seqg. Line : &
1Z60HPLC-DAD Location @ Vial 94
107472016 2:06:13 FPH Inj : 1

Injy Wolume : 3.000 pl

¢ E\DATANYCAYC-4-141-0T4YC-4-141-07 2016-10-04 11-49-444DAD-0D (1-2)-95-5-

1.0ML-3UL-40MIN. B
107472016 1:29:458 PM by 3YVITEM

: EA\DATANYCAYC-4-141-004¥C-4-141-00 2016-10-04 11-49-444DAD-0D (1-2)-95-5-

1.0ML-3UL-40MIN. M (Sequence Method)
/472017 10:27:45 AM by 3YSTEM
[modified after loading)

Peak (5] marnmally integrated

LADA C, 52104 Ref=off ( EMDATANYCTVWC -4 144- O E- 41 4-0d 2015 10-04 1 1-45- 4000940504, 0)
mall ]
200
=
H
o
o~
180 -
100 -
&0
q,
5 2
. s
T T T T T
15 20 25 30 il ] min
Area Percent Report
Sorted By Sigmal
Multiplier 1.0000
Lilution 1.0000

Do not use Maltiplier & Dilution Factor with ISTDs=

Signal l: DAD1 C, Sig=210,4 Ref=off

Feak FetTime Type

1l Z9.7Z0 BB
2 35.274 MM

Totals

Width Area Height hrea
[wmin] [wal*s] [walr] %

1.2529 1.5346led le4.71l660 99,9503
0.49%02 T.62585 Z2.59Z295e-1 0.0497

1.53537e4 164.97559

**% End of Report *+%%

1260HPLC-VIWD 57472017 10:27:459 AM 3VSTEM Page 1 of 1



HA

"z

cl 2f

C
COOMe

Data File E:\DATa\LXX\LXK-3-166% LXK-3-166 2016-11-17 12-41-08,094-0501.D
Sample Name: LXH-3-1866-Z-Rac

heog., Operator
Acg., Instrument
Injection Date
Aeog, Method

Last changed
Analysis Method

Last changed

Additional Info

SYSTEM Seqg. Line :
1Z60HPLC-VID Location
11/17/2016 4:04: 55 PH Inj

- 3UL-S0MIN-ZZ0NHM. M

Injy Wolume

11/17/2016 12:41:08 PM by STSTEM
E:ZDATAY LM LX-3-1664 Li0I-3-166 2016-11-17 12-41-05%VWD-AD (1-6)-95-5-1ML
—-30L-S0MIN-Z2Z20NM.H (3equence Method
L/4/2017 10:52:44 AM by 3TSTEM
[modified after loading)

Peak (5] marnmally integrated

5
Vial 94
1
3.000 ul

 E\DATAN LN LK-3-166% Li3-3-166 2016-11-17 12-41-08%VWD-4D(1-6)-95-5-1HL

WD AW awel engthe 220 nm (EADATANL AL 3- 168 L0-2 165 2016-14- 17 12-44-03024-0501 .00
T
£
o0
350 &
300 E
&
280
200
1480
100+
m -
5
a T
T T T T T T
15 20 25 30 35 <0 45 min
Area Percent Report
Sorted By Sigmal
Multiplier 1.0000
Iilution : 1.0000
Do not use Maltiplier & Dilution Factor with ISTDs=
Signal 1l: VWDl 4, Wawelength=2Z0 nm
Peak FetTime Type Width Area Height hrea
# [min] [min] [wal*=] [ mall] %

1l 3Z.870 BB
Z 39.772 BB

Totals

0.9322 Z.07651led
1.1551 Z.076lled

4, 152624

342.57415% 50,0049
271.49887 49,9951

614.07306

**% End of Report *+%%

1260HPLC-VIWD 57472017 10:52:48 AM 3VSTEM

Page 1 of 1



Data File E:\DATA\LXX\LXK-3-166% LXK-3-166 2016-11-17 12-41-08%095-0601.D
Sample Name: LX<-3-166-2

heog., Operator : SYSTEHM Seqg. Line : &
Aog, Instrument : 1Z60HPLC-VUD Location @ Wial 95
Injection Date : 11/17/72016 4:55:42 M Inj : 1
Injy Wolume : 3.000 pl
hog. Method t E:A\DATAN LM LIK-3-166% Li0{-3-166 2016-11-17 12-41-08\VWD-AD (1-6)-35-5-1HML
-30L-50MIN-ZZ0NM. M
Last changed : 1171742016 12:41:08 PM by S¥YSTEHM

Analysis Method @ E:\DATANLKNYLIK-3-166%LX¢-3-166 =2016-11-17 12-41-08% VWD -AD (1-6)-95-5-1ML
—-30L-S0MIN-Z2Z20NM.H (3equence Method

Last changed : 54472017 10:52:44 AM by SVITEM
[modified after loading)

Additional Info : Peak(s) mamially integrated

VDA AW avelengtbe 220 nm (EADATALOALS 3 168003 165 2016114 AT 12-44-05085-0601 .00
T ]
o
t
360

300
280

200

90 G55

Sorted By H Sigmal
Multiplier H 1.0000
Dilution : 1.0000

Do not use Maltiplier & Dilution Factor with ISTDs=

Signal 1l: VWDl 4, Wawelength=2Z0 nm

Peak FetTime Type Width Area Height hrea
# [min] [wmin] [wal*s] [walr] %

1l 3Z.808 BB 0.9242 Z.14589Ze4d 354.50408 98,3530
Z 40.668 BB 0.9525 359.85889 5.34478 1.6470

Totals : Z.164591e4 359.54854

**% End of Report *+%%

1260HPLC-VIWD 5/4/2017 10:53:10 AM 3VSTEM Page 1 of 1



Br

Data File E:\DATA\LXX\NHAC-NI'\4-75-3 2017-03-20 08-51-00%092-0201.D
Sample Name: 4-75-3-Rac

heog., Operator

Acg., Instrument

Injection Date
Aeog, Method

Last changed

Analysis Method

Last changed

Additional Info

SYSTEM Seqg. Line :
1Z60HPLC-VID Location
FAZ0/2017 9:07:32 AN Inj

Injy Wolume

2
Vial 92
1
3.000 ul

 E\DATANLXXA\NHAC-NIY4-75-3 2017-03-20 08-51-00%WWD-AD(1-2)-95-5-1ML-3530L-

Z10NM-50MIN.M
372042017 8:51:00 AM by 3YITEM

Z10NM-50MIN.H (Sequence Method
3/20/2017 10:34:09 AM by STYSTEM
[modified after loading)

Peak (5] marnmally integrated

E:WDATAY LXXA\NHAC-NI\4-75-3 2017-03-20 08-51-00°0VWD-AD(1-2)-25-5-1ML-3TL-

WD AW avelengthe 210 nm (EADATALCAHHAL- NG 7523 2047 03-20 055 4-000282-0201.00
mall ]
280 4
200 o
<]
b
[
180 o
@
g
100
50
o
= ¥
T T T
25 30 35 40 45 min
Area Percent Report
Sorted By Sigmal
Multiplier 1.0000
Dilution 1.0000

Do not use Maltiplier & Dilution Factor with ISTDs=

Signal 1l: VWDl 4, Wawelength=210 nm

Peak FetTime Type Width Area Height hrea

1 37.123 EB

[win] [m&U*s] [ m&IT ] e

1.0920 1.60969e4 228.18394 50,3350

Z 45.580 EBA 1.3126 1.588Z6ed 177.21634 49,6650

Totals

3.197594e4 405.40025

**% End of Report *+%%

1260HPLC-VIWD 3/720/2017 10:34:14 AM 3VITEM

Page 1 of 1



Data File E:\DATA\¥YHL\YHL-6-75\VHL-6-75 2017-03-18 15-28-34%,094-0801.D
Sample Name: LXH-4-75-3

heog., Operator : SYSTEHM Seqg. Line : g
Aog, Instrument : 1Z60HPLC-VUD Location : Wial 94
Injection Date @ 3/15/2017 §:09:23 PM Inj : 1
Injy Wolume : 3.000 pl
hog. Method : E:\DATANYHILNYHL-6-75VFHL-6-75 2017-03-18 15-25-34\WWD-AD(1-2)-95-5- 1ML~
3UL-Z10NM-S0MIN. M
Last changed T 341872017 3:44:42 PM by SYETEM

Analysis Method @ E:\DATAVYHLAYHL-6-754,FHL-6-75 2017-03-18 15-28-344WWD-4LD(1-2)-95-5-1ML-
FUL-Z10NM-S0MIN. M (Sequence Method)

Last changed : 8/21/2017 9:45:43 PM by SVITEM
[modified after loading)

Additional Info : Peak(s) mamially integrated

WD AW awelengthe 210 nm (EADATATH LY HL-G-750 HLG-75 2017-03 18 18-28-3<0084- 0201 D)
mall ]
<00
0
i
]
o1
200
200
100 o
e
[Ts] h
5 o
il __f‘_mn.mn_f\‘— L e
T T T T
u] 10 20 30 <0
Area Percent Report
Sorted By H Sigmal
Multiplier H 1.0000
Dilution : 1.0000

Do not use Maltiplier & Dilution Factor with ISTDs=

Signal 1l: VWDl 4, Wawelength=210 nm

Peak FetTime Type Width Area Height hrea
# [min] [wmin] [wal*s] [walr] %

1l 36.166 BB 1.0270 Z.23269e4 324.38647 99,6417
2 45,915 MM 0.6749 g0. 28262 1.44359 0.3583

Totals : Z.24072e4 325.83036

**% End of Report *+%%

1260HPLC-DAD G721 /2017 9:45:51 PM 3VSTEM Page 1 of 1



HA

.|IZ

c
COOMe

FsC 2h

Data File E:\DATA\LXX\NHAC-NI\4-69-0D 2017-03-15 15-42-22,096-0901.D
Sample Name: 4-£9-5

heog., Operator : SYSTEHM Seqg. Line : a
Aog, Instrument : 1Z60HPLC-DAD Location : Wial 96
Injection Date : 3/15/2017 §:05:55 PM Inj : 1
Injy Wolume : 3.000 pl
hog. Method : E:\DATANLXMA\NHAC-NIV4-659-0D 2017-03-15 15-42-22\DAD-0D(1-2)-95-5-1ML-3UL
-45MIN. M
Last changed : 341572017 8:44:43 PM by SYVETEM

jmodified after loading)

Analysis Method : E:\DATANLXMA\NHAC-NIV4-69-00 2017-03-15 15-42-22\DAD-0D(1-2)-95-5-1ML-30L
—45MIN.M [ Sequence Method)

Last changed T 342042017 10:22:14 AM by SY3STEM
[modified after loading)

Additional Info : Peak(s) mamally integrated

DADT A Sig=2104 ReFoff (EALATALCANHAC - NI E2- 00 2047-03-15 15 42 220006 000 1.00

mall

175

ray

75

Sorted By H Simmal
Multiplier H 1.0000
Dilution : 1. 0000
Do not use Maltiplier & Dilution Factor with ISTDs=

Sigmal 1: DAD1 A, 3ig=210,4 Ref=off

FPeak RetTime Type Width Area Height hrea
# [min] [min] [mall*s=] [malr] %
il et el |—=====——= | === |-======- |
1 27.757 EE 1.3087 1.02080e4 103.31514 50,9250
2 35.784 EEBL 1.4772 9537.15359 87.93222 49,0750

Totals : Z.00452e4 191.24736

1260HPLC-DAD 3/720/2017 10:22:21 AM 3VITEM Page 1 of 1



Data File E:\DATA\¥CC,2017-01-200¥CC-&62-3 2017-03-18 09-29-00%097-1801.D
Sample Nawme: LXH-4-75-5

heog., Operator : SYSTEHM Seqg. Line : 18
Aog, Instrument : 1Z60HPLC-DAD Location @ Wial 97
Injection Date @ 3/15/2017 4:35:52Z PM Inj : 1
Injy Wolume : 3.000 pl
hog. Method : E:\DATANYCCNZO017-01-20VYCC-62-3 Z017-03-18 09-29-00%DAD-0D (1-2)-95-5-1ML
-30L-45MIN. M
Last changed : 341872017 3:47:13 PM by SYETEM

Analysis Method @ E:\DATANYCCYHZO017-01-20%YCC-62-3 2017-03-18 09-29-004%DAD-0D (1-2)-95-5-1ML
-30L-45MIN.M (Sequence Method)

Last changed : 8/21/2017 9:42:48 PM by SVITEM
[modified after loading)

Additional Info : Peak(s) mamially integrated

LAD A Sig=2104 RefFoff (EADATANC 2047 -01-200C C-62-3 2017-03 18 09-29-00'097- 1801 .01
mall ]
280
ol
200 E
180
100
ﬂj -
é\éﬁ'
0+ i g‘}?é. i
T T T T T T T T
u] 5 0 15 e 25 jen] 35 40
Area Percent Report
Sorted By H Sigmal
Multiplier H 1.0000
Lilution H 1.0000

Do not use Maltiplier & Dilution Factor with ISTDs=

Signal L: DAD1 A, Sig=210,4 Ref=off

Peak FetTime Type Width Area Height hrea
# [min] [wmin] [wal*s] [walr] %

1 Z7.140 EB 1.3794 Z.12Z284e4d 19&.55215% 99,8780
2 35.167 MMM 0.2405 5.09793 3.5Z880e-1 0. 0240

Totals : Z.128335e4 195.90503

**% End of Report *+%%

1260HPLC-DAD G/21 /2017 9:43:32 PM 3VSTEM Page 1 of 1
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Data File E:\DATA\ LX)\ LX<-CN-COOMEY L3 -3-182 2016-12-07 09-00-56%0958-1301.D
Sample Nawme: LXH-3-177-1-Rac

heog., Operator : SYSTEHM Seqg. Line : 13
Aog, Instrument : 1Z60HPLC-VUD Location @ Wial 93
Injection Date @ 12/7/2016 3:52:16 PM Inj : 1
Injy Wolume : 3.000 pl
hog. Method t E:\DATAN LM LIK-CN-COOMEY LK -3-182 2016-12-07 09-00-56%VWD-0D (1-6)-92-8-
0.8ML3UL-210NM-50MIN. 0
Last changed : 127772016 3:05:58 PM by SYETEM

Analysis Method @ E:\DATAYLXXYLIXK-CHN-COOMEY LX-3-182 2016-12-07 09-00-56%VWD-0D (1-6)-92-8-
0. 8ML3UL-210NM-50MIN.M (Sedquence Method)

Last changed : 54472017 11:04:40 AM by SVITEM
[modified after loading)

Additional Info : Peak(s) mamially integrated

WD AW avelengthe 210 nm (EADATAL AL CH- CO 0k B3 152 2051 2-07 29-00-55023-1301 .00
mall ]
<00
=
e}
&
200
]
)
=1
(8]
200
100 o
D L N
T T T T T T T
u] 5 10 15 20 25 30 35
Area Percent Report
Sorted By H Sigmal
Multiplier H 1.0000
Dilution : 1.0000
Do not use Maltiplier & Dilution Factor with ISTDs=
Signal 1l: VWDl 4, Wawelength=210 nm
Peak FetTime Type Width Area Height hrea
# [min] [min] [wal*=] [ mall] %

e e e e e |=---=mm- |
1 20.877 BB 0.8492 1.91351ed 323.93301 51.4765
Z £9.158 EB 1.15%06 1.80374ed 221.59834 48, 5235

Totals : 3.71725e4 545.53136

**% End of Report *+%%

1260HPLC-VIWD 5/4/2017 11:04:45 AM 3VSTEM Page 1 of 1



Data File E:\DATANLXX\LXA-CHN-COOMEY LXX-3-182 2016-12-07 09-00-56%099-1Z201.D

Sample Name:

L¥x-3-183-1

heog., Operator

Acg., Instrument

Injection Date

Aeog, Method

Last changed

Analysis Method

Last changed

Additional Info

SYSTEM Seqg. Line : 12
1Z60HPLC-VID Location @ Vial 99
12/7/2016 3:06:30 PH Inj : 1

Injy Wolume : 3.000 pl

t E\DATAYLXXN L¥K-CN-CO0MEY LXK -53-182 2016-12-07 09-00-56%VWD-0D (1-6)-92-5-

0.8ML3UL-210NM-50MIN. 0

12/7/2016 3:05:58 FM by BVSTEM

jmodified after loading)

E:\DATAY LK\ LXK-CH-CO0MEY L<-3-182 2016-12-07 09-00-56%VWD-0D (1-6)-92-8-
0.8ML3UL-Z10NM-50MIN.M (Sequence Method)

54472017 11:05:36 AM by BVSTEM

[modified after loading)

Peak (5] marmmally integrated

mall

F00

G500

500

200

200

WD AL avelength= 210 nm (EAD ATALCAL % CH- CO O B3 152 201 6-12-07 09-00-55v8-1201.00

20493

Sorted
Multip
Diluci
Do not use Maltiplier & Dilution Factor with ISTDs=

Signal

FPeak FRetTime Type

#

By
lier
on

1: Vbl 4, Wavelength=210 nm

[min]

Width Area Height hrea
[min] [mall*s=] [malr] %

1
2

Z0.445 BB
29.050 MM

0.8420 3.0557Zed 534.50378 99,9797
0.5007 6.20326 Z.06502e-1 0.0z03

3.0563534e4 534.71029

1260HPLC-VIWD 57442017 11:05:359 AM 3VSTEM Page 1 of 1



Data File E:\DATA\LXX\LXK-3-183) LXK -3-183 2016-12-07 13-28-36%092-0201.D
Sample Nawme: LXH-3-177-Z-Rac

heog., Operator : SYSTEHM Seqg. Line : 2
Aog, Instrument : 1Z60HPLC-DAD Location @ Wial 92
Injection Date @ 12/7/2016 1:45:33 PM Inj : 1
Injy Wolume : 3.000 pl
hog. Method t E:\DATAN LMW LIK-3-183YLi0{-3-1583 2015-12-07 13-28-36\DAD-AD(1-2)-95-5-1.
OML-3UL-40MIN.H
Last changed t 127772016 2:08:13 PM by SYETEM

jmodified after loading)

Analysis Method @ E:\DATANLKKWLIXK-3-1834Lx3K-3-183 2Z016-12-07 13-28-36\DAD-AD (1-2)-95-5-1.
OML-3UL-40MIN.M (Sedquence Method)

Last changed : 57472017 10:57:38 AM by SVSTEM
[modified after loading)

Additional Info : Peak(s) mamally integrated

LADA C, 52104 Ref=off { EMDATANLOO LG 2 120 000 3183 201841207 13-23-35'092-0201 .00
mal ]
500 Qﬁgﬁj
g L
=y >
- g
500 E ,\<3
i
<00
300
200 1
100 o
D - T
T T T T T T T T T T T T T T
0 12 14 hls] 12 el 22 24
Area Percent Report
Sorted By H Simmal
Multiplier H 1.0000
Dilution : 1. 0000

Do not use Maltiplier & Dilution Factor with ISTDs=

Sigmal 1: DAD1 C, 3ig=210,4 Ref=off

FPeak RetTime Type Width Area Height hrea
# [min] [min] [mall*s=] [malr] %
il et el |—=====——= | === |-======- |
1 17.045 MM 0.5063 1.50975e4 497.04028 49,9538
2 20,152 MM 0.5912 1.51255e4 426.40335 50,0462

Totals : 3. 022364 923.44363

1260HPLC-VIWD 57472017 10:57:41 AM 3VSTEM Page 1 of 1



Data File E:\DATA\LXX\LXK-3-183) LXK -3-183 2016-12-07 13-28-36%093-0301.D
Sample Name: LX+-3-183-2

heog., Operator : SYSTEHM Seqg. Line : 3
Aog, Instrument : 1Z60HPLC-DAD Location @ Wial 93
Injection Date @ 12/7/2016 Z2:11:29 PM Inj : 1
Injy Wolume : 3.000 pl
hog. Method t E:\DATAN LMW LIK-3-183YLi0{-3-1583 2015-12-07 13-28-36\DAD-AD(1-2)-95-5-1.
OML-3UL-40MIN.H
Last changed : 127772016 2:12:11 PM by SYETEM

jmodified after loading)

Analysis Method @ E:\DATANLKKWLIXK-3-1834Lx3K-3-183 2Z016-12-07 13-28-36\DAD-AD (1-2)-95-5-1.
OML-3UL-40MIN.M (Sedquence Method)

Last changed : 57472017 10:58:36 AM by SVSTEM
[modified after loading)

Additional Info : Peak(s) mamally integrated

DADT C, Sige210,4 Ref= off { EADATA LA 2 18300 3183 20181207 13-25-35'000-0201.0)

mall

200

F00 o

17.034

G500

500

300 7

200+

0] 12 14 hli] 12 il 27 24

Sorted By H Simmal
Multiplier H 1.0000
Dilution : 1. 0000

Do not use Maltiplier & Dilution Factor with ISTDs=

Sigmal 1: DAD1 C, 3ig=210,4 Ref=off

FPeak RetTime Type Width Area Height hrea
# [min] [min] [mall*s=] [malr] %
il et el |—=====——= | === |-======- |
1l 17.034 EE 0.4640 1.95115e4 643,10095 99,8336
2 20.35% MM 0.4387 32. 52153 1.058685 0.1664

Totals : 1.95445e4 644, 18730

1260HPLC-VIWD 5/4/2017 10:558:40 AM 3VSTEM Page 1 of 1
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Data File E:\DATA\LXX\NHAC-NI'\4-69-AD 2017-03-15 11-28-57,092-0201.D
Sample Name: 4-£9-1

heog., Operator : SYSTEHM Seqg. Line : 2
Aog, Instrument : 1Z60HPLC-VUD Location @ Wial 92
Injection Date @ 371572017 11:45:32 AN Inj : 1
Injy Wolume : 3.000 pl
hog. Method : E:\DATANLXMA\NHAC-NIV4-69-AD 2017-03-15 11-28-57\WWD-AD(1-2)-35-5-1ML-3UL
-Z10NM-35MIN. M
Last changed 1 341572017 11:28:58 AM by SY3STEM

Analysis Method @ E:\DATANLXMAWNHAC-NIYZ4-69-AD 2017-03-15 11-28-574WWWD-AD(1-2)-95-5-1ML-30UL
—-210NM-35MIN. M (3equence Method)

Last changed T 32042017 10:35:08 AM by SYSTEM
[modified after loading)

Additional Info : Peak(s) mamially integrated

DA AW avelength=210 nm (EADATALOONHALC- N B8 AD 2047 -03-15 1128 5M002-0201.0)

mall

175

B4

T4

Sorted By H Sigmal
Multiplier H 1.0000
Dilution : 1.0000

Do not use Maltiplier & Dilution Factor with ISTDs=

Signal 1l: VWDl 4, Wawelength=210 nm

Peak FetTime Type Width Area Height hrea
# [min] [wmin] [wal*s] [walr] %

1l 29.494 HF 0.8057 4945.44434 10Z.29878 46, 3780
Z 30.804 FH 0.9011 5717.90771 105.76Z58 53,6220

Totals : 1. 066344 2056.05936

**% End of Report *+%%

1260HPLC-VIWD 3/20/2017 10:38:11 AM 3VITEHM Page 1 of 1



Data File E:\DATA\¥HL\YHL-&6-75\VHL-6-75 2017-03-18 15-28-34,092-0601.D
Sample Name: LXH-4-75-1

heog., Operator : SYSTEHM Seqg. Line : &
Aog, Instrument : 1Z60HPLC-VUD Location @ Wial 92
Injection Date @ 3/15/2017 6:27:56 PH Inj : 1
Injy Wolume : 3.000 pl
hog. Method : E:\DATANYHILNYHL-6-75VFHL-6-75 2017-03-18 15-25-34\WWD-AD(1-2)-95-5- 1ML~
3UL-Z10NM-S0MIN. M
Last changed T 341872017 3:44:42 PM by SYETEM

Analysis Method @ E:\DATAVYHLAYHL-6-754,FHL-6-75 2017-03-18 15-28-344WWD-4LD(1-2)-95-5-1ML-
FUL-Z10NM-S0MIN. M (Sequence Method)

Last changed T 32042017 10:25:44 AM by SYSTEM
[modified after loading)

Additional Info : Peak(s) mamially integrated

WD AW awelengthe 210 nm (EADATATH LY HL-G-750 HLG-75 2017-03 18 18-28-3<092-0501 D)
mall ]
250
200
1480 1
100
50
o
T T T T
15 20 25 35 40
Area Percent Report
Sorted By H Sigmal
Multiplier H 1.0000
Lilution H 1.0000

Do not use Maltiplier & Dilution Factor with ISTDs=

Signal 1l: VWDl 4, Wawelength=210 nm

Peak FetTime Type Width Area Height hrea
# [min] [wmin] [wal*s] [walr] %

1 30.026 HMF 0.5357 59, 01775 1.83632 0.5879
2 30.764 FH 0.8768 9980.45117 189.71736 99,4121

Totals : 1.003595e4 191.55419

**% End of Report *+%%

1260HPLC-VIWID 3/20/2017 10:30:13 AM 3VITEM Page 1 of 1
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Data File E:\DATA\LXX\NHAC-NI'\4-69-AD 2017-03-15 11-28-57,0593-0301.D
Sample Name: 4-£9-2

heog., Operator : SYSTEHM Seqg. Line : 3
Aog, Instrument : 1Z60HPLC-VUD Location @ Wial 93
Injection Date @ 371572017 lZ:Zl:le PH Inj : 1

Injy Wolume : 3.000 pl

Aog. Method ¢ E\DATANLXXA\NHAC-NIY4-658-4D 2017-03-15 11-28-57WWWD-4AD(1-2)-95-5-1ML-3TUL

-210MM-35MIN. M
Last changed 1 341572017 11:28:58 AM by SY3STEM

Analysis Method @ E:\DATANLXIMWNHAC-NIN4-69-AD 2017-03-15 11-28-5"WWD-AD(1-2)-95-5-1ML-30L

—-210NM-35MIN. M (3equence Method)
Last changed T 32042017 10:39: 55 AM by SY¥STEHM

[modified after loading)
Additional Info : Peak(s) mamially integrated

WD AL avelengthe 210 nm (EADATAL AN HAC- MG S8 AD 2047 -02-15 1 1-28- 50003 0201.0)
mall ]
<00
i
&
B ]
H
200
200
100 o
0 L T
T T T T T T
G5 18 20 ) 24 pras] =] 30 min
Area Percent Report
Sorted By H Sigmal
Multiplier H 1.0000
Lilution H 1.0000

Do not use Maltiplier & Dilution Factor with ISTDs=

Signal 1l: VWDl 4, Wawelength=210 nm

Peak FetTime Type Width Area Height hrea
# [min] [wmin] [wal*s] [walr] %

1l Z3.582 BB 0.6970 1l.61545e4 347.71820 49,7255
Z £6.683 BB 0.7501 1.633Z8e4d J22.89972 50,2745

Totals : 3. 245734 670.61732

**% End of Report *+%%

1260HPLC-VIWID 3/720/2017 10:39: 558 AM 3VITEM



Data File E:\DATA\YHL\YHL-6-75\YHL-6-75 2017-03-18 15-28-344093-0701.D

Sample Name: LXX-4-75-

2

heog., Operator
Acg., Instrument
Injection Date
Aeog, Method

Last changed
Analysis Method

Last changed

Additional Info

SYSTEM Seqg. Line :
1Z60HPLC-VID Location
F/15/2017 T:18:35 PH Inj

Injy Wolume

3UL-Z10NM-S0MIN. B
341872017 3:44:42 PM by 3YITEM

7
Vial 93
1
3.000 ul

¢ E\DATANYHLAYHL-6-7 58 FHL-6-75 2017-03-18 15-25-34\WWD-AD(1-2)-95-5- 1ML~

E:Z\DATAYYHLNYHL-6-75\THL-6-75 2017-03-18 15-28-34\VWD-AD(1-2)-25-5-1ML-

FUL-Z10NM-S0MIN. M (Sequence Method)
3/20/2017 10:31:14 AM by SYSTEM
[modified after loading)

Peak (5] marnmally integrated

WD AL W awelengthe 210 nm (EADATATH LY HL-G-750 HLG-75 2017-03 18 18-28-3<092-0701 D)
mall ]
500 4
&
r
g
500
400 4
300
200
100 - &
b
5
D A T T I T T T T
15 i 25 0 ] Q0
Area Percent Report
Sorted By Sigmal
Multiplier 1.0000
Dilution 1.0000

Do not use Maltiplier & Dilution Factor with ISTDs=

Sigmnal l: VUDL &,
Feak FetTime Type
1 23.921 MF
2 Z6.754 BB

Totals

Wavelength=210 nm

Width Area Height hrea
[wmin] [wal*s] [walr] %

0.2833 g.71453 5.1Za678e-1 0.0337
0.7572 Z.58685e4 512.20595% 99,9663

Z.58772e4 5lz.718a87

**% End of Report *+%%

1260HPLC-VIWID 3/720/2017 10:31:21 AM 3VITEM

Page 1 of 1
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Data File E:\DATA\LXX\LXK-3-183) LXK -3-183 2016-12-07 13-28-36%094-0601.D
Sample Nawme: LXH-3-177-3-Rac

heog., Operator : SYSTEHM Seqg. Line : &
Aog, Instrument : 1Z60HPLC-DAD Location : Wial 94
Injection Date @ 12/7/2016 3:39:19 PM Inj : 1
Injy Wolume : 3.000 pl
hog. Method t E:A\DATAN LM LIK-3-183YLi0{-3-1583 2015-12-07 13-28-36\DAD-AD(1-2)-92-5-1.
OML-3UL-40MIN.H
Last changed : 127772016 4:16:49 PM by SYVETEM

jmodified after loading)

Analysis Method @ E:\DATANLKKWLIXK-3-1834Lx3K-3-183 2Z016-12-07 13-28-36\DAD-AD (1-2)-92-8-1.
OML-3UL-40MIN.M (Sedquence Method)

Last changed : 57472017 11:00:03 AM by SVSTEM
[modified after loading)

Additional Info : Peak(s) mamally integrated

LADA C, 52103 Ref=off { EMDATANLOO LG 2 120 000 3183 201841207 13-23-35'084-0801 .00
mal ]
160
140 §
&
120 ©
0
ki
100 o
o0 -
&0
43 -
’ -JUNJ\_A
0 . - T
T T T T T T T T T T T
0 15 u] 25 20 25 min
Area Percent Report
Sorted By H Simmal
Multiplier H 1.0000
Dilution : 1. 0000

Do not use Maltiplier & Dilution Factor with ISTDs=

Sigmal 1: DAD1 C, 3ig=210,4 Ref=off

FPeak RetTime Type Width Area Height hrea
# [min] [min] [mall*s=] [malr] %
il et el |—=====——= | === |-======- |
1l 22,101 EE 0.5865% 5108.32080 131.13869 50,5745
2 27.078 EE 0.73158 49%92.25635 103.67726 49, 4255

Totals : 1.01006e4 234.815%5

1260HPLC-VIWD 57472017 11:00:06 AM 3VSTEM Page 1 of 1



Data File E:\DATA\LXX\LXK-3-183) LXK -3-183 2016-12-07 13-28-36%095-0501.D
Sample Name: LX<-3-183-3

heog., Operator

Acg., Instrument

Injection Date
Aeog, Method

Last changed

Analysis Method

Last changed

Additional Info

SYSTEM Seqg. Line : 5
1Z60HPLC-DAD Location @ Wial 95
12/7/2016 2:58:25 PH Inj : 1

Injy Wolume : 3.000 pl

p E\DATAN LXK LK-3-18353% L3 -3-1583 2016-12-07 13-26-36%DAD-AD(1-2)-92-5-1.

OML-3UL-40MIN.M

12/7/2016 1:28:37 PM by SYSTEM

E:yDATAY LM LI -3-1583 Lx3I-3-183 2016-12-07 13-28-36\DAD-AD (1-2)-92-5-1.
OML-3UL-40MIN.HM (Sequence HMethod)

/472017 11:01:38 AM by SYSTEM

[modified after loading)

Peak (5] marnmally integrated

mall
1400

1200

000

200+

500+

200

DADT C, Sige210,4 Ref= off { EADATA LA 2 18300 3183 20181207 13-25-35'095-0501.0)

wa
o

Sorted By
Multiplier
Dilution

Do not use Maltiplier & Dilution Factor with ISTDs=

Signal l: DAD1 C, Sig=210,4 Ref=off

Feak FetTime Type

1l ZZ.095 MM
2 Z27.Z287 M

Totals

Width Area Height hrea
[wmin] [wal*s] [walr] %

0.6405 4.80847ed 1Z50.68713 99,0788
0.7074 446.383043 10.52817 0.98212

4,585116e4  1281.21530

**% End of Report *+%%

1260HPLC-VIWD 57472017 11:01:41 AM 3VSTEM Page 1 of 1
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Data File E:\DATA\LXX\LXK-3-166%3-166-3 2017-053-20 11-03-184094-0Z01.D
Sample Name: 3-166-3-Rac

heog., Operator
Acg., Instrument
Injection Date
Aeog, Method

Last changed
Analysis Method

Last changed

Additional Info

SYSTEM Seqg. Line :
1Z60HPLC-VID Location
FAZ0/2017 11:19:47 AN Inj

Injy Wolume

3UL-Z10NM-S0MIN. B
372042017 11:03:18 AM by 3¥3TEM

E:WDATAY LX) LX3-3-166%3-166-3 2017-03-20 11-03-18\VWD-AD(1-2)-25-5-1ML-

FUL-Z10NM-S0MIN. M (Sequence Method)
L/4/2017 10:46:47 AM by 3YTSTEM
[modified after loading)

Peak (5] marnmally integrated

2
Vial 94
1
3.000 ul

t E\DATANLXXN L¥K-3-166%3-166-3 2017-03-20 11-03-16%WWD-AD({1-2)-95-5-1ML-

WD AW avel engthe 210 nm (EAD AT AN AL G 3- 16802 166-3 2047-02-20 14-03 180549 0201.00
mall ]
o
o
500 4 o
500 o
g
g
400 4
300
200
100 -
0 T T T : T T - T T T
rafil 30 e R} il 375 a0 25 HFA min
Area Percent Report
Sorted By Sigmal
Multiplier 1.0000
Dilution 1.0000

Do not use Maltiplier & Dilution Factor with ISTDs=

Signal 1l: VWDl 4, Wawelength=210 nm

Feak FetTime Type

1l £9.816 EB
Z 40.Z64 BB

Totals

1260HPLC-VWD 57472017

Width Area Height hrea
[wmin] [wal*s] [walr] %

0.8666 3.Z6645ed 570.84601 50,0452
1.1399 3.Z6055e4d 432.31717 49,9548

6.52700e4 1003.16318

**% End of Report *+%%

10:46:54 AM 3YV3TEM

Page 1 of 1



Data File E:\DATA LXK\ LXK-3-166%3-166-3 2017-03-20 11-03-18%4095-0301.D
Sample Name: 3-166

heog., Operator : SYSTEHM Seqg. Line : 3
Aog, Instrument : 1Z60HPLC-VUD Location @ Wial 95
Injection Date @ 372072017 1lZ2:10:32 PH Inj : 1
Injy Wolume : 3.000 pl
hog. Method : E:\DATAN LMW LIK-3-166%3-166-3 Z2017-03-20 11-03-18YWWD-AD(1-2)-95-5-1ML-
3UL-Z10NM-S0MIN. M
Last changed T 342042017 11:03:18 AM by S¥3STEM

Analysis Method @ E:\DATANLKKYLIK-3-166%3-166-3 2017-03-20 11-03-18%WWD-AD(1-2)-95-5-1ML-
FUL-Z10NM-S0MIN. M (Sequence Method)

Last changed : 5/4/72017 10:48:13 AM by SVITEM
[modified after loading)

Additional Info : Peak(s) mamially integrated

WD AW avel engthe 210 nm (EAD AT AN AL G 3- 16802 166-3 2047-02-20 14-03 18025 0201.00
mall ]
5
200 3
g
500 o
400
200 1
&
&
§ &
0 T - T T - T . T
20 25 30 35 40 45
Area Percent Report
Sorted By H Sigmal
Multiplier H 1.0000
Lilution H 1.0000

Do not use Maltiplier & Dilution Factor with ISTDs=

Signal 1l: VWDl 4, Wawelength=210 nm

Peak FetTime Type Width Area Height hrea
# [min] [wmin] [wal*s] [walr] %

1l 29.4658 MM 0.7641 9. 30527 1.94801 0.1l604
Z 40,270 BB 1.1289 5.5579%6e4d 74971725 99,8396

Totals : 5. 566894 751.66530

**% End of Report *+%%

1260HPLC-VIWD 5/4/2017 10:48:17 AM 3VSTEM Page 1 of 1
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Data File E:\DATA\VC\¥C-5-45,¥C-5-45 2017-03-22 10-24-46,092-1001.D
Sample Nawme: LXH-4-75-6-Rac

heog., Operator : SYSTEHM Seqg. Line : 10
Aog, Instrument : 1Z60HPLC-DAD Location @ Wial 92
Injection Date @ 372272017 4:39:25 PM Inj : 1
Injy Wolume : S5.000 pl
hog. Method : E:\DATANYCAYC-5-45\YC-5-45 2017-03-22 10-24-46)\DAD-0J(l-6)-95-5-0. 5L~
3UL-Z00NM-S0MIN. M
Last changed T 32272017 5:22:52 PM by SYETEM

jmodified after loading)

Analysis Method @ E:\DATAVYCAYC-5-45,¥C-5-45 2017-03-22 10-24-46\DAD-0J(1-6)-95-5-0.5ML-
3UL-ZO0NM-S0MIN.M (Sequence Method)

Last changed : 57472017 11:21:40 &AM by SVSTEM
[modified after loading)

Additional Info : Peak(s) mamally integrated

DAD A Sig=2104 Refoff (EADATANCYYT- 545 C-5-45 201 70322 10-24-95'082-1001.0)
mal ]
200
%
250 b
[x] (=]
5
=]
(8]
200
1480
100
m -
D -
T —T T T T —T T T T — T T
15 hFi} 20 iyl 26 et 20 225
Area Percent Report
Sorted By H Simmal
Multiplier H 1.0000
Dilution : 1. 0000
Do not use Maltiplier & Dilution Factor with ISTDs=
Signal 1: DAD1 &, Sig=z10,4 Ref=off
FPeak RetTime Type Width Area Height hrea
# [min] [min] [mall*s=] [malr] %

e R | === |- --m-- B R |=---=mm- |
1 24.354 BV 0.6187 l.09966e4d 249.27791 43,0948
Z 25.875 VB 0.76684 1.15679e4 223.15915 51,5052

Totals : Z.28645e4 47Z.43709

1260HPLC-VIWD 57472017 11:21:43 AM 3VSTEM Page 1 of 1



Data File E:\DATA\YCA\YC-5-454¥C-5-45 2017-03-22 10-24-46%093-1101.D

Sample Name: LXX-4-75-

&

heog., Operator
Acg., Instrument
Injection Date
Aeog, Method

Last changed
Analysis Method

Last changed

Additional Info

SYSTEM Seqg. Line :
1Z60HPLC-DAD Location
FSZ2/2017 5:23:52 PM Inj

Injy Wolume

3UL-Z00NM-S0MIN. B
/2272017 5:22:52 PM by 3YITEM

11
Vial 93

1
5.000 ul

¢+ E\DATANYCAYC-5-454FVC-5-45 2017-03-22 10-24-464DAD-0T(1-6) -95-5-0. 5ML-

E:Z\DATAYYCH, YO -5-45,YC0-5-45 2017-03-22 10-24-46%DAD-0J(1-6)-35-5-0.5ML-

FUL-Z00NM-S0MIN. M (Sequence Method)
8/22/2017 7:23:53 PM by SYSTEM
[modified after loading)

Peak (5] marnmally integrated

DAD A Sig=2104 Refoff (EADATANCYYT- 545 C-5-45 201 70322 10-24-95'093-1101.0)
mall ]
400
300
200
100 4
o4
T T T T T
15 i) 25 i) Je.i] min
Area Percent Report
Sorted By Sigmal
Multiplier 1.0000
Iilution 1.0000

Do not use Maltiplier & Dilution Factor with ISTDs=

Sigrnal l: DADL &,
Feak FetTime Type
1 Z24.239 MF
2 Z6.571 FH

Totals

Sig=210,4 Ref=off

Width Area Height hrea
[wmin] [wal*s] [walr] %

0.8345 1.769Z3e4d 353.23572 99,0409
0.6993 171.33676 4,08354 0.85591

1. 7G64led 357.31926

**% End of Report *+%%

1260HPLC-DAD G/22/2017 7:24:01 PM 3VSTEM

Page 1 of 1



