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I. General Remarks

'H NMR spectra were recorded on a Bruker 400 MHz spectrometer in CDCls. Chemical
shifts are reported in ppm with the internal TMS signal at 0.0 ppm as a standard. 3C NMR
spectra were recorded on a Bruker 100 MHz spectrometer in CDCls. Chemical shifts are
reported in ppm with the internal chloroform signal at 77.0 ppm as a standard. !°F NMR spectra
were recorded on a Bruker 376 MHz spectrometer in CDCls. Chemical shifts are reported in
ppm with the internal CF3COOH signal at -76.55 ppm. The data are reported as (s = single, d =
double, t = triple, q = quarter, m = multiple or unresolved, br s = broad single, coupling
constant(s) in Hz, integration). Commercially obtained reagents were used without further
purification. Solvents were purified prior to use according to the standard methods. Unless
otherwise noted, all reactions were carried out under nitrogen atmosphere. The enantiomeric
excesses (ee) of the products were determined by high-performance liquid chromatography
(HPLC) analysis performed on Agilent 1260 Series chromatographs using a Diacel chiral
column (25 cm). Optical rotations were measured on a Rudolph Research Analytical Autopol
VI polarimeter with [a]D values reported in degrees; concentration (c) is in g/100 mL. All
reactions were reacted under Ar, atmosphere. The absolute configuration of 9 was determined
by comparing the result of previous report!, and absolute configurations of other adducts were

deduced on the basis of these results.

I1. General Procedure for the synthesis of 3

In a 10 mL Schlenk tube was placed Cu(CH3CN)4BF4 (0.01 mmol) and L4 (0.01 mmol)
under Ar. Anhydrous DCM (1.0 mL) was added, and the mixture was magnetically stirred at
room temperature for 30 min. Then the reaction flask was placed in a cool bath of -10 °C,
followed by the addition of 1a (0.2 mmol), 2 (0.2 mmol), 4-methylmorpholine (0.2 mmol) and
anhydrous DCM (1.0 mL) sequentially, and monitored by TLC analysis. After completion, the
reaction was quenched with H,O (3 mL). The aqueous layer was extracted three times with
ethyl acetate (6 mL %3). The combined organic layer was dried over Na>xSO4. The volatile
solvent was removed under reduced pressure. The residue was purified by flash

chromatography on silica gel to afford pure 3.
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Ph FZ

OH

3a
diethyl (R,E)-2-((2-hydroxybenzylidene)amino)-2-(1-phenylprop-2-yn-1-yl)malonate (3a):
67.4 mg, 86% yield, yellow oil; [a]*p = -48.77 (c 1.06, CH2Cl,); *H NMR (400 MHz, CDCls)
§ 13.06 (s, 1H), 8.45 (s, 1H), 7.40 — 7.26 (m, 7H), 7.02 (d, J = 9.0 Hz, 1H), 6.91 (m, 1H), 4.87
(d, J = 2.5 Hz, 1H), 4.39 — 4.29 (m, 2H), 4.13 — 4.03 (m, 2H), 2.42 (d, J = 2.5 Hz, 1H), 1.31 (t,
J=7.1Hz, 3H), 1.14 (t, J = 7.1 Hz, 3H); *C NMR (101 MHz, CDCls) § 169.2, 166.9, 166.5,
161.1, 135.1, 133.3, 132.6, 129.6, 128.21, 128.17, 118.9, 118.7, 117.4, 81.9, 78.7, 74.3, 62.7,
62.4, 44.7, 14.0, 13.8; HRMS (ESI+) Calcd. For CzsH2NOs* ([M+H]*): 394.1649, found:
394.1652. The product was analyzed by HPLC to determine the enantiomeric excess: 92% ee
(Chiralpak IE, i-propanol/hexane = 2/98 flow rate 1.0 mL/min, A = 220 nm); t, = 19.12 and
21.61 min.

Cl

E;C\N CgSEztEt
OH

3b
diethyl (R,E)-2-(1-(4-chlorophenyl)prop-2-yn-1-yl)-2-((2-hydroxybenzylidene)amino)-
malonate (3b): 68.4 mg, 80% yield, yellow oil; [a]*?p = -76.92 (¢ 1.05, CH,Cl2); *H NMR
(400 MHz, CDCl3) § 12.96 (s, 1H), 8.46 (s, 1H), 7.43 — 7.34 (m, 1H), 7.33 — 7.27 (m, 3H), 7.24
(m, 2H), 7.02 (d, J = 8.2 Hz, 1H), 6.92 (m, 1H), 4.84 (d, J = 2.5 Hz, 1H), 4.43 — 4.27 (m, 2H),
4.17 - 3.98 (m, 2H), 2.43 (d, J = 2.5 Hz, 1H), 1.31 (t, J = 7.1 Hz, 3H), 1.17 (t, J = 7.1 Hz, 3H);
13C NMR (101 MHz, CDCls) § 169.4, 166.6, 166.4, 161.1, 134.2, 133.7, 133.4, 132.7, 131.0,
128.4,118.84,118.76,117.4,81.5,78.5,74.6,62.8,62.5,44.1, 13.9, 13.8; HRMS (ESI+) Calcd.
For C23H23CINOs™ ([M+H]"): 428.1259, found: 428.1259. The product was analyzed by HPLC
to determine the enantiomeric excess: 94% ee (Chiralpak AD-H, i-propanol/hexane = 5/95 flow

rate 1.0 mL/min, A =262 nm); t,= 15.49 and 17.68 min.
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Br

diethyl (R,E)-2-(1-(4-bromophenyl)prop-2-yn-1-yl)-2-((2-hydroxybenzylidene)amino)-

malonate (3c): 78.4 mg, 83% yield, yellow oil; [a.]*?p = -87.46 (¢ 1.34, CH,Cl,); *H NMR (400
MHz, CDCl3) 6 12.96 (s, 1H), 8.46 (s, 1H), 7.42 — 7.35 (m, 3H), 7.30 (dd, J = 7.7, 1.7 Hz, 1H),
7.23(d, J=8.5 Hz, 2H), 7.02 (d, J = 7.4 Hz, 1H), 6.94 — 6.90 (m, 1H), 4.83 (d, J = 2.5 Hz, 1H),
4.40 — 4.27 (m, 2H), 4.17 — 4.05 (m, 2H), 2.43 (d, J = 2.4 Hz, 1H), 1.31 (t, J = 7.1 Hz, 3H),
1.17 (t, 3 = 7.1 Hz, 3H); 3C NMR (101 MHz, CDCl3) & 169.4, 166.6, 166.4, 161.0, 134.2, 133.5,
132.7,131.33,131.31, 122.4,118.9, 118.7, 117.4,81.4, 78.4, 74.6, 62.9, 62.5, 44.1, 13.9, 13.8;
HRMS (ESI+) Calcd. For C23H23BrNOs™ ([M+H]"): 472.0574, found: 472.0566. The product
was analyzed by HPLC to determine the enantiomeric excess: 90% ee (Chiralpak AD-H, i-

propanol/hexane = 5/95 flow rate 1.0 mL/min, A =220 nm); tr= 16.91 and 18.45 min.

Cl

©\A\N cgféta
OH

3d
diethyl (R,E)-2-(1-(3-chlorophenyl)prop-2-yn-1-yl)-2-((2-hydroxybenzylidene)amino)-
malonate (3d): 68.3 mg, 80% yield, yellow oil; [0]*?p = -65.74 (¢ 1.01, CH,Cl2); *H NMR
(400 MHz, CDCl3) 6 12.91 (s, 1H), 8.46 (s, 1H), 7.42 — 7.25 (m, 4H), 7.26 — 7.17 (m, 2H), 7.02
(d,J=7.8 Hz, 1H), 6.91 (t, J = 7.5 Hz, 1H), 4.84 (d, J = 2.5 Hz, 1H), 4.41 — 4.27 (m, 2H), 4.17
—4.09 (M, 2H), 2.45 (d, J = 2.5 Hz, 1H), 1.31 (t, J = 7.1 Hz, 3H), 1.18 (t, J = 7.1 Hz, 3H); 3C
NMR (101 MHz, CDCls) 6 169.5, 166.6, 166.4, 161.1, 137.1, 133.9, 133.5, 132.7, 129.8, 129.5,
128.3, 127.9, 118.82, 118.77, 117.4, 81.2, 78.5, 74.7, 62.9, 62.6, 44.3, 14.0, 13.8; Calcd. For
C23H23CINOs™ ([M+H]"): 428.1258, found: 428.1259. The product was analyzed by HPLC to
determine the enantiomeric excess: 87% ee (Chiralpak AD-H, i-propanol/hexane = 5/95 flow

rate 1.0 mL/min, A =264 nm); t,= 13.89 and 20.14 min.
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(;C\N cg?EZtEt
OH

3e
diethyl (R,E)-2-(1-(3-bromophenyl)prop-2-yn-1-yl)-2-((2-hydroxybenzylidene)amino)-
malonate (3e): 79.1 mg, 84% yield, yellow oil; [0]*?p = -60.40 (c 1.01, CH,Cl2); *H NMR (400
MHz, CDCls) 6 12.91 (s, 1H), 8.46 (s, 1H), 7.46 (t, J = 1.9 Hz, 1H), 7.42 — 7.29 (m, 4H), 7.16
(t, J = 7.9 Hz, 1H), 7.04 — 6.99 (m, 1H), 6.91 (m, 1H), 4.82 (d, J = 2.5 Hz, 1H), 4.40 — 4.29 (m,
2H), 4.17 — 4.09 (m, 2H), 2.44 (d, J = 2.5 Hz, 1H), 1.31 (t, J = 7.1 Hz, 3H), 1.19 (t, J = 7.1 Hz,
3H); 3C NMR (101 MHz, CDCls3) § 169.5, 166.6, 166.3, 161.1, 137.3, 133.5, 132.70, 132.67,
131.2,129.8, 128.3, 122.0, 118.82, 118.75, 117.4, 81.2, 78.5, 74.7, 62.9, 62.6, 44.3, 14.0, 13.8;
HRMS (ESI+) Calcd. For C23H23BrNOs™ ([M+H]"): 472.0571, found: 472.0566. The product
was analyzed by HPLC to determine the enantiomeric excess: 87% ee (Chiralpak AD-H, i-

propanol/hexane = 5/95 flow rate 1.0 mL/min, A =220 nm); t,= 14.14 and 22.15 min.

3f

diethyl (R,E)-2-(1-(4-fluorophenyl)prop-2-yn-1-yl)-2-((2-hydroxybenzylidene)amino)-

malonate (3f): 72.3 mg, 88% yield, yellow oil; [o]*?p = -48.81 (¢ 1.18, CH2Cl,); *H NMR (400
MHz, CDCls) & 13.00 (s, 1H), 8.45 (s, 1H), 7.41 — 7.36 (m, 1H), 7.34 — 7.29 (m, 3H), 7.02 (d,
J=8.3 Hz, 1H), 6.99 — 6.89 (m, 3H), 4.85 (d, J = 2.5 Hz, 1H), 4.38 — 4.29 (m, 2H), 4.15 — 4.06
(m, 2H), 2.43 (d, J = 2.5 Hz, 1H), 1.31 (t, J = 7.1 Hz, 3H), 1.16 (t, J = 7.1 Hz, 3H); 3C NMR
(101 MHz, CDCls) & 169.4, 166.7, 166.5, 162.5 (d, J = 245.9 Hz), 161.1, 133.4, 132.7, 131.3
(d, J =8.1 Hz), 130.9 (d, J = 3.1 Hz), 118.9 (d, J = 8.0 Hz), 117.4, 115.3, 115.0, 81.7, 78.6,
74.5,62.8,62.5,43.9, 14.0, 13.8; °F NMR (376 MHz, CDCls) § -113.82; HRMS (ESI+) Calcd.
For C23H23sFNOs* ([M+H]"): 412.1555, found: 412.1553. The product was analyzed by HPLC
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to determine the enantiomeric excess: 90% ee (Chiralpak IE, i-propanol/hexane = 5/95 flow

rate 1.0 mL/min, A =254 nm); tr= 11.28 and 12.72 min.

FsC
=
Ny A COsE
Ej\A CO,Et
OH

39
diethyl (R,E)-2-((2-hydroxybenzylidene)amino)-2-(1-(4-(trifluoromethyl)phenyl)prop-2-
yn-1-yl)malonate (3g): 82.9 mg, 90% vyield, yellow oil; [a]*?p = -57.19 (c 1.14, CH.Cly); *H
NMR (400 MHz, CDCls) & 12.92 (s, 1H), 8.48 (s, 1H), 7.56 — 7.47 (m, 4H), 7.42 — 7.37 (m,
1H), 7.31 (dd, J = 7.7, 1.7 Hz, 1H), 7.02 (d, J = 8.3 Hz, 1H), 6.95 — 6.91 (m, 1H), 4.92 (d, J =
2.5 Hz, 1H), 4.41 — 4.29 (m, 2H), 4.15 — 4.05 (m, 2H), 2.46 (d, J = 2.5 Hz, 1H), 1.32 (t, J= 7.1
Hz, 3H), 1.14 (t, J = 7.1 Hz, 3H); **C NMR (101 MHz, CDCl3) § 169.6, 166.6, 166.4, 161.1,
139.3, 133.6, 132.7, 130.4 (g, J = 32.3 Hz), 130.1, 125.1 (q, J = 4.0 Hz), 123.9 (q, J = 272.7
Hz), 118.9, 118.7, 117.4, 81.1, 78.5, 74.9, 63.0, 62.6, 44.4, 13.9, 13.7; °F NMR (376 MHz,
CDCl3) & -62.66; HRMS (ESI+) Calcd. For Ca4H23F3NOs™ ([M+H]"): 462.1523, found:
462.1522. The product was analyzed by HPLC to determine the enantiomeric excess: 92% ee
(Chiralpak IE, i-propanol/hexane = 5/95 flow rate 1.0 mL/min, A =254 nm); tr= 7.52 and 8.27

min.

X, A—CO,Et
E;CN CO,Et
OH
3h
diethyl (R,E)-2-((2-hydroxybenzylidene)amino)-2-(1-(p-tolyl)prop-2-yn-1-yl)malonate
(3h): 65.2 mg, 80% yield, yellow oil; [a]**p = -56.79 (c 1.12, CH2Cl,); *H NMR (400 MHz,
CDCls) 6 13.10 (s, 1H), 8.46 (s, 1H), 7.37 (m, 1H), 7.29 (dd, J = 7.7, 1.7 Hz, 1H), 7.24 — 7.19
(m, 2H), 7.07 (d, J = 7.8 Hz, 2H), 7.03 - 7.00 (m, 1H), 6.93 — 6.89 (m, 1H), 4.83 (d, J = 2.5 Hz,
1H), 4.38 — 4.28 (m, 2H), 4.14 — 4.04 (m, 2H), 2.40 (d, J = 2.5 Hz, 1H), 2.29 (s, 3H), 1.31 (t, J

= 7.1 Hz, 3H), 1.16 (t, J = 7.1 Hz, 3H); 3C NMR (101 MHz, CDCls) 5 169.2, 166.9, 166.5,
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161.1,137.9, 133.2, 132.6, 132.0, 129.4, 128.9, 118.9, 118.7, 117.4,82.1, 78.7, 74.1, 62.7, 62.3,
44.4, 21.1, 14.0, 13.8; HRMS (ESI+) Calcd. For CasH26NOs* ([M+H]*): 408.1805, found:
408.1811. The product was analyzed by HPLC to determine the enantiomeric excess: 94% ee
(Chiralpak AD-H, i-propanol/hexane = 5/95 flow rate 1.0 mL/min, A =262 nm); t,= 17.79 and
20.48 min.

MeO

diethyl (R,E)-2-((2-hydroxybenzylidene)amino)-2-(1-(4-methoxyphenyl)prop-2-yn-1-
yl)malonate (3i): 80.1 mg, 95% yield, yellow oil; [o]*?o = -90.80 (¢ 1.38, CH2Cl,); 'H NMR
(400 MHz, CDCl3) 6 13.11 (s, 1H), 8.44 (s, 1H), 7.40 — 7.35 (m, 1H), 7.32 — 7.25 (m, 3H), 7.02
(d, J =8.2 Hz, 1H), 6.91 (t, J = 7.5 Hz, 1H), 6.80 (d, J = 8.7 Hz, 2H), 4.82 (d, J = 2.5 Hz, 1H),
4.38 —4.28 (M, 2H), 4.15 — 4.05 (m, 2H), 3.75 (s, 3H), 2.41 (d, J = 2.4 Hz, 1H), 1.31 (t, J=7.1
Hz, 3H), 1.17 (t, J = 7.1 Hz, 3H); 13C NMR (101 MHz, CDCl3) § 169.2, 166.9, 166.6, 161.1,
159.4, 133.3, 132.6, 130.7,127.1, 118.9, 118.7, 117.4, 113.6, 82.2, 78.8, 74.1, 62.7, 62.4, 55.2,
44.0,14.0, 13.9; HRMS (ESI+) Calcd. For CasH26NOg* ([M+H]"): 424.1755, found: 424.1753.
The product was analyzed by HPLC to determine the enantiomeric excess: 92% ee (Chiralpak

AD-H, i-propanol/hexane = 2/98 flow rate 1.0 mL/min, A =254 nm); t;= 38.30 and 46.27 min.

X CO,Et
©\AN CO,Et

OH

3j

diethyl (R,E)-2-((2-hydroxybenzylidene)amino)-2-(1-(m-tolyl)prop-2-yn-1-yl)malonate
(3j): 69.3 mg, 85% vyield, yellow oil; [a]**o = -54.85 (¢ 1.36, CH2Cl,); *H NMR (400 MHz,
CDCls) 6 13.05 (s, 1H), 8.42 (s, 1H), 7.39 — 7.34 (m, 1H), 7.30 — 7.26 (m, 1H), 7.14 (t, J = 6.4
Hz, 3H), 7.07 (s, 1H), 7.02 (d, J = 8.2 Hz, 1H), 6.92 — 6.88 (m, 1H), 4.83 (d, J = 2.5 Hz, 1H),
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4.40 — 4.28 (M, 2H), 4.13 — 4.04 (m, 2H), 2.41 (d, J = 2.5 Hz, 1H), 2.27 (s, 3H), 1.31 (t, J= 7.1
Hz, 3H), 1.15 (t, J = 7.1 Hz, 3H); 3C NMR (101 MHz, CDCl3) § 168.9, 166.9, 166.6, 161.2,
137.8, 134.9, 133.2, 132.6, 130.4, 128.9, 128.1, 126.6, 118.9, 118.7, 117.4, 82.0, 78.7, 74.2,
62.7, 62.3,44.7, 21.3, 14.0, 13.8; HRMS (ESI+) Calcd. For C24HasNOs* ([M+H]*): 408.1805,
found: 408.1806. The product was analyzed by HPLC to determine the enantiomeric excess:
92% ee (Chiralpak AD-H, i-propanol/hexane = 5/95 flow rate 1.0 mL/min, A = 220 nm); t, =
14.09 and 17.76 min.

saL
OH

3k
diethyl (R,E)-2-((2-hydroxybenzylidene)amino)-2-(1-(o-tolyl)prop-2-yn-1-yl)malonate
(3k): 61.1 mg, 75% yield, yellow oil; [a]**p = -50.00 (c 1.17, CH2Cl,); *H NMR (400 MHz,
Chloroform-d) & 13.16 (s, 1H), 8.54 (s, 1H), 7.47 — 7.42 (m, 1H), 7.39 (ddd, J = 8.6, 7.3, 1.7
Hz, 1H), 7.34 (dd, J = 7.7, 1.7 Hz, 1H), 7.15 — 7.08 (m, 3H), 7.04 (dd, J = 8.3, 1.0 Hz, 1H),
6.95 — 6.91 (M, 1H), 5.16 (d, J = 2.5 Hz, 1H), 4.42 — 4.27 (m, 2H), 4.06 — 3.87 (m, 2H), 2.39
(s, 3H), 2.38 (d, J = 2.4 Hz, 1H), 1.30 (t, J = 7.1 Hz, 3H), 0.98 (t, J = 7.1 Hz, 3H). 3C NMR
(101 MHz, Chloroform-d) 6 168.9, 167.1, 166.8, 161.1, 135.9, 134.3, 133.3, 132.6, 130.3, 129.5,
127.9, 126.3, 118.9, 118.8, 117.4, 82.4, 78.0, 73.9, 62.8, 62.3, 39.4, 19.7, 13.9, 13.5; HRMS
(ESI+) Calcd. For CasH2sNOs* ([M+H]"): 408.1805, found: 408.1802. The product was
analyzed by HPLC to determine the enantiomeric excess: 76% ee (Chiralpak AD-H, i-propanol

/hexane = 5/95 flow rate 1.0 mL/min, A =220 nm); t,= 13.02 and 14.71 min.

O‘ &

S ACOsEL
Ej\A CO,Et
OH

3l
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diethyl (R,E)-2-((2-hydroxybenzylidene)amino)-2-(1-(naphthalen-2-yl)prop-2-yn-1-
yl)malonate (31): 80.7 mg, 91% yield, yellow oil; [a]*?o = -90.87 (¢ 1.15, CH2Cl); 'H NMR
(400 MHz, CDCl3) 6 13.11 (s, 1H), 8.47 (s, 1H), 7.82 — 7.73 (m, 4H), 7.51 — 7.36 (m, 4H), 7.30
—7.26 (m, 1H), 7.04 (d, J = 8.3 Hz, 1H), 6.93 — 6.89 (m, 1H), 5.04 (d, J = 2.5 Hz, 1H), 4.41 —
4.30 (m, 2H), 4.04 (q, J = 7.1 Hz, 2H), 2.47 (d, J = 2.5 Hz, 1H), 1.32 (t, J = 7.1 Hz, 3H), 1.05
(t, J = 7.1 Hz, 3H); *C NMR (101 MHz, CDCls) § 169.2, 166.9, 166.5, 161.2, 133.3, 133.0,
132.9, 132.7, 132.6, 129.0, 127.93, 127.90, 127.6, 127.1, 126.2, 126.1, 118.9, 118.8, 117.4,
81.9, 78.9, 74.5, 62.8, 62.4, 44.9, 14.0, 13.7; HRMS (ESI+) Calcd. For Ca7H26NOs* ([M+H]"):
444.1805, found: 444.1805. The product was analyzed by HPLC to determine the enantiomeric
excess: 91% ee (Chiralpak AD-H, i-propanol /hexane = 5/95 flow rate 1.0 mL/min, A = 220
nm); tr=27.07 and 28.87 min.

7\
S\

OH
3m

diethyl (S,E)-2-(1-(furan-2-yl)prop-2-yn-1-yl)-2-((2-hydroxybenzylidene)amino)-

malonate (3m): 66.6 mg, 87% yield, yellow oil; [a]*b = -33.00 (¢ 1.00, CH2Cl,); *H NMR
(400 MHz, CDCl3) & 12.90 (s, 1H), 8.55 (s, 1H), 7.37 — 7.29 (m, 3H), 6.97 (d, J = 8.3 Hz, 1H),
6.89 (m, 1H), 6.40 (dt, J = 3.3, 0.8 Hz, 1H), 6.31 (dd, J = 3.2, 1.9 Hz, 1H), 5.05 (d, J = 2.6 Hz,
1H), 4.39 — 4.30 (M, 2H), 4.26 (g, J = 7.1 Hz, 2H), 2.38 (d, J = 2.5 Hz, 1H), 1.33 (t, J = 7.1 Hz,
3H), 1.27 (t, J = 7.1 Hz, 3H); 1*C NMR (101 MHz, CDCls) § 170.3, 166.3, 166.2, 161.1, 148.7,
142.5,133.2, 132.7, 119.0, 118.7, 117.3, 110.7, 110.1, 79.2, 77.2, 73.6, 62.9, 62.8, 39.1, 14.0,
13.9; HRMS (ESI+) Calcd. For CaH2NOs" ([M+H]"): 384.1442, found: 384.1440. The
product was analyzed by HPLC to determine the enantiomeric excess: 93% ee (Chiralpak IE,

I-propanol/hexane = 5/95 flow rate 1.0 mL/min, A = 254 nm); t;= 18.62 and 21.27 min.
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diethyl (S,E)-2-((2-hydroxybenzylidene)amino)-2-(1-(thiophen-2-yl)prop-2-yn-1-yl)-

malonate (3n): 70.3 mg, 88% yield, yellow oil; [a]3?p = -45.98 (c 1.02, CH2Cl,); *H NMR (400
MHz, CDCls) § 12.92 (s, 1H), 8.55 (s, 1H), 7.39 — 7.34 (m, 1H), 7.31 — 7.29 (m, 1H), 7.22 —
7.20 (m, 1H), 7.07 — 6.99 (m, 2H), 6.92 — 6.87 (m, 2H), 5.21 (d, J = 2.5 Hz, 1H), 4.39 — 4.29
(m, 2H), 4.25 — 4.13 (m, 2H), 2.45 (d, J = 2.5 Hz, 1H), 1.32 (t, J = 7.1 Hz, 3H), 1.23 (t, J = 7.1
Hz, 3H); 3C NMR (101 MHz, CDCls) § 170.3, 166.4, 166.2, 161.0, 137.2, 133.3, 132.8, 128.2,
126.3,118.9, 118.7, 117.3, 81.3, 78.4, 74.1, 62.9, 62.7, 40.2, 13.9, 13.8; HRMS (ESI+) Calcd.
For C21H22NOsS™ ([M+H]*): 400.1213, found: 400.1209. The product was analyzed by HPLC
to determine the enantiomeric excess: 90% ee (Chiralpak AD-H, i-propanol/hexane = 5/95 flow

rate 1.0 mL/min, A =220 nm); t;= 26.81 and 33.63 min.

I1I. Synthetic Transformation

_ Ph
Phe “Z ph. FZ

Phl, Pd(PPha),, Cul
Ny A COE >~ g
COEt EtN (;C N okt
OH OH

3a 4, 99% yield, 92% ee

A mixture of 3a (0.2 mmol, 92% ee), iodobenzene (0.40 mmol), Pd(PPh3)4 (0.02 mmol),
and Cul (0.04 mmol) in Et;N (2 mL) was stirred at 25 °C for 20 h.>* After the reaction was
completed, the crude reaction mixture was filtrated with celite and washed with EtOAc. The
solvents were removed under reduced pressure. Then the residue was purified by silica gel

column chromatography to afford the desired product 4.



Ph F Ph

X
N -\ CO2Et H, _ \NI;ZEt
E;C CO.Et Pd/Ca,CO3 Ej\A COEt
OH OH

3a 5, 90% yield, 93% ee

To a solution of 3a (0.20 mmol) in EtOH (2 mL) under nitrogen, then 10 mg Pd-CaCOs

was added. The reaction mixture was stirred under Ha atmosphere (1 atm) at 25 °C for 3d.2 After
the reaction was completed (monitored by TLC), the crude reaction mixture was filtered over a
short pad of celite and washed with EtOAc. The solvents were removed under reduced pressure.

Then the residue was purified by silica gel column chromatography to afford the desired product

5.

Pha Z _ N=N\N
= —Ts
S ACoE _DHOIEM Ph TsNg, CuTe P
(j\A COEt  2)NaOH N~ CORE! | R CORE!
OH 2N co,Et 2N 6o,Et
3a 6, 80% vyield 7, 71% yield, 93% ee

To a solution of 3a (0.30 mmol) in THF (1 mL), then 1 mL 2 M HCI was added. The
reaction mixture was stirred at 25 °C for 2 h. After the reaction was complete (monitored by
TLC), THF was removed under reduced pressure. The crude reaction mixture was extracted
with EtOAc (3 x 3 mL) and the aqueous solution was added with 10% NaOH until pH = 10,
then the crude reaction mixture was extracted with DCM (3 x 3 mL), the organics were
combined and dried over Na>SO4 and concentrated under vacuum and purified by silica-gel
flash chromatography to afford the desired product 6.

A mixture of 6 (0.20 mmol), copper(I) thiophene-2-carboxylate (CuTc, 0.02 mmol) in
anhydrous toluene (1.5 mL) was cooled in an ice-water bath. Subsequently, the tosyl azide (0.24
mmol) was added slowly, then the reaction mixture was allowed to warm to room temperature
and stir until complete (monitored by TLC).>* The reaction was quenched by saturated NH4Cl
aqueous solution (3 mL) and extracted into EtOAc (3 x 5 mL). The combined organic layers
were dried over Na>SQs, filtrated and concentrated in vacuo. Then the residue was purified by

silica gel column chromatography to afford the desired product 7.



_ Ph
Ph 4

OH
4

diethyl (S,E)-2-(1,3-diphenylprop-2-yn-1-yl)-2-((2-hydroxybenzylidene)amino)malonate
(4): 93.0 mg, 99% vyield, yellow oil; [a]*?p = -8.59 (¢ 0.92, CH.Cl,); *H NMR (400 MHz,
Chloroform-d) & 13.18 (s, 1H), 8.46 (s, 1H), 7.42 — 7.32 (m, 5H), 7.30 — 7.24 (m, 7H), 7.03 (dd,
J=8.4, 1.0 Hz, 1H), 6.91 — 6.87 (m, 1H), 5.09 (s, 1H), 4.42 — 4.26 (m, 2H), 4.14 — 4.05 (m,
2H), 1.30 (t, J = 7.1 Hz, 3H), 1.14 (t, J = 7.1 Hz, 3H). 13C NMR (101 MHz, Chloroform-d) &
168.8, 167.0, 166.8, 161.3, 135.6, 133.2, 132.5, 131.7, 129.7, 128.2, 128.13, 128.07, 122.9,
118.9, 118.7, 117.4, 87.4, 86.4, 79.2, 62.6, 62.3, 45.6, 14.0, 13.8.; HRMS (ESI+) Calcd. For
C2o9H2sNOs™ ([M+H]"): 470.1962, found: 470.1960. The product was analyzed by HPLC to
determine the enantiomeric excess: 92% ee (Chiralpak IE, i-propanol/hexane = 5/95 flow rate
1.0 mL/min, A = 254 nm); t-= 11.88 and 14.01 min.

Ph N

e
OH

5
diethyl (R,E)-2-((2-hydroxybenzylidene)amino)-2-(1-phenylallyl)malonate (5): 71.2 mg,
90% vyield, yellow oil; [0]*?p = 14.3 (¢ 1.20, CH2Cl,); *H NMR (400 MHz, Chloroform-d) &
13.12 (s, 1H), 8.34 (s, 1H), 7.38 — 7.34 (m, 1H), 7.31 — 7.27 (m, 3H), 7.26 — 7.17 (m, 3H), 7.02
—6.99 (dd, J = 8.4, 1.0 Hz, 1H), 6.92 — 6.88 (m, 1H), 6.35 — 6.26 (M, 1H), 5.24 (ddd, J = 10.2,
1.3, 1.2 Hz, 1H), 5.12 (ddd, J = 17.0, 1.4, 1.2 Hz, 1H), 4.54 — 4.52 (m, 1H), 4.34 — 4.21 (m,
2H), 4.11—3.99 (m, 2H), 1.28 (t, J = 7.1 Hz, 3H), 1.10 (t, J = 7.1 Hz, 3H). 2*C NMR (101 MHz,
Chloroform-d) 6 169.3, 167.6, 167.3, 161.1, 137.8, 136.4, 133.2, 132.5, 130.0, 128.1, 127.4,
118.94, 118.85, 118.8, 117.3, 79.1, 62.4, 62.1, 55.1, 14.0, 13.8; HRMS (ESI+) Calcd. For
Ca3H26NOs™ ([M+H]"): 396.1805, found: 396.1805. The product was analyzed by HPLC to
determine the enantiomeric excess: 93% ee (Chiralpak IE, i-propanol/hexane = 5/95 flow rate

1.0 mL/min, A = 254 nm); t-= 8.83 and 10.33 min.

S-12



Ph F

CO,Et
CO,Et
6

HoN

diethyl (R)-2-amino-2-(1-phenylprop-2-yn-1-yl)malonate (6): 69.4 mg, 80% vyield, yellow
oil; *H NMR (400 MHz, Chloroform-d) § 7.50 — 7.43 (m, 2H), 7.34 — 7.27 (m, 3H), 4.79 (d, J
= 2.5 Hz, 1H), 4.40 — 4.26 (m, 2H), 4.15 — 4.02 (m, 2H), 2.33 (d, J = 2.5 Hz, 1H), 2.12 (brs,
2H), 1.34 (t, J = 7.1 Hz, 3H), 1.18 (t, J = 7.1 Hz, 3H). 13C NMR (101 MHz, Chloroform-d) &
169.4, 168.6, 135.2, 129.5, 128.2, 128.0, 82.0, 72.7, 70.1, 62.5, 62.3, 43.5, 14.0, 13.8. HRMS
(ESI+) Calcd. For C16H20NO4™ ([M+H]"): 290.1388, found: 290.1385.

N=N,
Pha A N"Ts
CO,Et
CO,Et
7

H,N

diethyl (R)-2-amino-2-(phenyl(1-tosyl-1H-1,2,3-triazol-4-yl)methyl)malonate (7): 69.1 mg,
71% vyield, white solid, mp 88-90 <T; [a]*%o = 77.00 (c 0.90, CH:Cl); *H NMR (400 MHz,
Chloroform-d) & 8.30 (s, 1H), 8.00 — 7.90 (m, 2H), 7.37 — 7.34 (m, 4H), 7.27 — 7.24 (m, 2H),
5.35 (s, 1H), 4.12 — 4.01 (m, 4H), 2.44 (s, 3H), 1.17 (t, J = 7.1 Hz, 3H), 0.99 (t, J = 7.1 Hz, 3H).
13C NMR (101 MHz, Chloroform-d) § 169.6, 169.5, 147.2, 147.1, 136.4, 133.1, 130.3, 129.7,
128.6, 128.4, 127.8, 122.6, 69.8, 62.5, 62.4, 47.6, 21.8, 13.9, 13.6. HRMS (ESI+) Calcd. For
C23H27Ns06S* ([M+H]*): 487.1646, found: 487.1646. The product was analyzed by HPLC to
determine the enantiomeric excess: 93% ee (Chiralcel AS-H, i-propanol/hexane = 10/90 flow

rate 1.0 mL/min, A =220 nm); t;= 21.99 and 25.66 min.

IV. Determination of Absolute Configuration of 3a’

CO,Pr
AN co,P =
. 27T CuBF,/L4 Ph Z Pha Pha
1a'(Ar = 0-OH-Ph) (5 ) %) , H, 1) HCl (aq.) )
+ — N COPr —————> CO,/Pr ————— > CO,/Pr
| | NMI\/%,OCinglz r N COZIPF Pd/082CO3 N Cozipr 2) NaOH HZN Cozipr
J\ 3a' 8 9
Ph OBoc
2a



In a 10 mL Schlenk flask was placed Cu(CH3CN)4BF4 (0.01 mmol) and L4 (0.01 mmol)
under Ar. Anhydrous DCM (1.0 mL) was added, and the mixture was magnetically stirred at
room temperature for 30 min. Then the reaction flask was placed in a cool bath of -10 °C,
followed by addition of 1a’ (0.4 mmol), 2a (0.4 mmol), 4-methylmorpholine (0.4 mmol) and
Anhydrous DCM (1.0 mL) sequentially, and monitored by TLC analysis. After completion, the
reaction was quenched with H>O (3 mL). The aqueous layer was extracted three times with
ethyl acetate (6 mL X 3). The combined organic layer was dried over NaxSO4. The volatile
solvent was removed under reduced pressure. The residue was purified by flash
chromatography on silica gel to afford pure 3a’.

To a solution of 3a” (0.30 mmol) in EtOH (3 mL) under nitrogen, then 10 mg Pd-CaCOs
was added. The reaction mixture was stirred under H, atmosphere (1 atm) at 25 °C for 3d.2 After
the reaction was completed (monitored by TLC), the crude reaction mixture was filtered over a
short pad of celite and washed with EtOAc. The solvents were removed under reduced pressure.
Then the residue was purified by silica gel column chromatography to afford the desired product
8.

To a solution of 8 (0.20 mmol) in THF (1 mL), then 1 mL 2 M HCI was added. The reaction
mixture was stirred at 25 °C for 2h. After the reaction was complete (monitored by TLC), THF
was removed under reduced pressure. The crude reaction mixture was extracted with EtOAc (3
x 3 mL) and the aqueous solution was added with 10% NaOH until pH = 10, then the crude
reaction mixture was extracted with DCM (3 % 3 mL), the organics were combined and dried
over Na;SO4 and concentrated under vacuum and purified by silica-gel flash chromatography
to afford the desired product 9; [a]*’p =-50.6 (¢ 0.89, CH2CL).

Compared with the results in the literature!, the absolute configuration of 9 is determined

to be R.
Phe F
\N CO,'Pr
seL
OH
3a’



diisopropyl (R,E)-2-((2-hydroxybenzylidene)amino)-2-(1-phenylprop-2-yn-1-yl)malonate
(32°): 71% yield, yellow liquid; *H NMR (400 MHz, Chloroform-d) § 13.12 (s, 1H), 8.45 (s,
1H), 7.40 — 7.32 (m, 3H), 7.32 — 7.22 (m, 4H), 7.03 — 7.01 (m, 1H), 6.93 — 6.89 (m, 1H), 5.24
—5.15 (m, 1H), 4.95 — 4.86 (m, 1H), 4.84 (d, J = 2.5 Hz, 1H), 2.41 (d, J = 2.5 Hz, 1H), 1.30 (d,
J=6.0 Hz, 3H), 1.29 (d, J = 6.0 Hz, 3H), 1.21 (d, J = 6.3 Hz, 3H), 1.06 (d, J = 6.3 Hz, 3H). 13C
NMR (101 MHz, Chloroform-d) 6 169.0, 166.4, 166.0, 161.1, 135.2, 133.2, 132.5, 129.8, 128.2,
128.1,118.9,118.7,117.4,82.2,78.4,74.1,70.7,70.5, 44.5, 21.6, 21.5, 21.4, 21.3. The product
was analyzed by HPLC to determine the enantiomeric excess: 65% ee (Chiralpak AD-H, i-

propanol/hexane = 5/95 flow rate 1.0 mL/min, A =262 nm); t,= 16.01 and 19.99 min.

V. Reference

1. R.-Q. Wang, C. Shen, X. Cheng, Z.-F. Wang, H.-Y. Tao, X.-Q. Dong, C.-J. Wang, Chin. J.
Chem. 2020, 38, 807.

2. W. Shao, H. Li, C. Liu, C.-J. Liu, S.-L. You, Angew. Chem. Int. Ed. 2015, 54, 7684.

3. Q. Zhu, B. Meng, C. Gu, Y. Xu, J. Chen, C. Lei, X. Wu, Org. Lett. 2019, 21, 9985.



VI. NMR and HPLC Spectra
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Data File E:\DATA\TRQ\WRQ-04-94\TRQ-04-94-TE-98 2019-10-16 12-56-55'2UWROQ-04-94.D
Sample Name: WRQ-04-94

Acg. Operator T AYITEM 3eq. Line : 1
Ao, Instrument @ 1260 Location : 55
Injection Date @ 1071672019 12:58:31 PM Inj : 1
Inj Wolume : 10.000 pl
Ao, Method ¢ E:A\DATAYWRONWRO-04-54\TTRQ-04-94-TE-95 2019-10-16 12-56-554TR(]-4-IE-95-2-DAD
-1ML.M
Last changed ;1071672019 12:56:55 PM by SYSTEM

Analysis Method : E:\DATAYWROAWRO-04-94\TREQ-04-94-TE-28 2019-10-16 12-56-55%\TRQ-4-IE-98-2-DAD
=1ML.M [ Sequence Method)

Last changed P TAELSZ2020 9:25:42 PM by 3YSTEM
[modified after loading)

Additional Info : Peak(s) manually integrated

DADT A, Sig=220,4 Ref=3260, 100 (EADAT Ao RO R Q-04- 0490 R Q-04- 04 [E-92 2019-10-16 12-56-55%W0 R O-04-94.00
mAkl
FO0
600 -
=
¥
o
500 + N
2
=
400 5
300
200
100
0_4,@
T T T T T
1] ] 10 15 20 25
ALrea Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution H 1.0000
Do not use Maltiplier & Dilution Factor with ISTDs
Signal 1: DAD] &, 53ig=220,4 Ref=360,100
FPeak RetTime Twype Width Area Height Area
# [min] [min] [mal*s] [malr] %
el |====]-=-=--=-- | === |======——-= |--==---- |
1l 18.4%4 BE 0.5397 1.75740e4 494, 36200 49,9957
2 21.043 BE 0.66259 1.75770e4 395.17868 50,0043
Totals : 3.5150%9e4 §89. 540648
1260 7/21/2020 9:28:46 PM 53TSTEM Page 1 of 2



Data File E:\DATA\WRQ\WRQ-04-1094,WRQ-04-109-1 2019-10-31 16-45-56%WRO-04-109.D
Sample Name: WRQ-04-109-1

Acg. Operator
Ao, Instrument :
Injection Date

Ao, Method

Last changed :
Analysis Method :

Last changed

Additional Info :

SY3TEM 3eq. Line :
1260 Location :
1043172019 4:50:27 PM Inj

Inj Wolume :
¢ E:AZDATAYWRONWRO-04-1054WRQ-04-109-1 2019-10-31 16-45-564WR(]-4-IE-95-2-DAD-

1ML.H
1073172019 4:48:56 PM by 3YITEM

10.000 pl

E:\DATA, WREQWWRQ-04-1090TR]-04-109-1 20159-10-31 16-43-56%WRQ-4-IE-958-Z-DaD-

IML.M (Secquence Method)
T/21/2020 9:26:59 FPM by SYSTEM
[modified after loading)
Peak(s) manually integrated

DADT A, Sig=220,4 Ret=3260, 100 (EADAT A RO WY R Q-04- 10090 R O-04-109-1 2019-10- 31 16-42-56W0R 0-04-100.07
mAkl =
250
200
150
100
50 -
=
A g
D_—_,_.—'\.___ u"/\\_
T T T T
1] ] 10 15 2 25 miny
ALrea Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Do not use Maltiplier & Dilution Factor with ISTDs
Signal 1: DAD] &, 53ig=220,4 Ref=360,100
FPeak RetTime Twype Width Area Height Area
# [min] [min] [mal*s] [malr] %
el |====]-=-=--=-- | === |======——-= |--==---- |
1 19.121 BE 0.4871 531.76917 14, 59544 4.1155
2 21.e07 BE 0.6855 1.23593e4 261.62451 95,8845
Totals : 1.29210e4 276.21885
1260 7/21/2020 9:27:01 PM 3Y5TEM Page 1 of 2
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Data File E:\DATA&\WRQ\WRQ]-05--05,WRQ-05-05-06-95-5 2019-12-18 01-01-11\WRO-0&--05.0
Sample Name: WRQ-05-05-Cl-rac

Acg. Operator T AYITEM 3eq. Line : 1
Ao, Instrument @ 1260 Location : 51
Injection Date @ 12/18/2019 1:02:38 aM Inj : 1
Inj Wolume : 10.000 pl
Ao, Method ¢ E:\DATAYWRONWRO-05--05YWRQ-05-05-06-95-5 2019-12-15 01-01-11%4WR(Q-2-95-5-DAD
-1ML-60MIN. M
Last changed 1271672019 1:01:11 &AM by S3Y3STEM

Analysis Method : E:\DATAYWROAWRO-05--05\WRQ-05-05-08-95-5 2019-12-18 01-01-11%WRQ-2-95-5-DAD
=1ML-60MIN.M (Sequence Method)

Last changed : T/E1/202Z0 §8:07:05 PM by 3YSTEM
[modified after loading)

Additional Info : Peak(s) manually integrated

“0ADN, Sig=262,4 Ref=35500, EXT of WRO-D5--05.0

=

=

1
=T
17 544

120

100

30+

G0 —

Sorted By H Signal
Multiplier H 1.0000
Dilution H 1.0000
Do not use Maltiplier & Dilution Factor with ISTDs

Gigrnal l: DADL, Sig=262,4 Ref=355,90, EXT
Signhal has been modified after loading from rawdata £ile!
Peak RetTime Type Width Area Height Area
# [min] [min] [walrs] [1diT] %
il |====l-==--=—- | === |-=====—-= |-—==—-—= |
1l 15.371 MF R 0.5119 5449.51299 177.45215 50.0770
2 17.544 FM B 0.5726 5433.06006 158.14549 49,9230

Totals : 1.0882%:4 335.59764

1aa0 772172020 G:07:10 PM AVSTEM Page 1 of 2
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Data File E:\DATA\TWRQ\WR]-05--07\WRQ-05-07-5-9-10 2019-1Z2-19 Z23-03-29\WRQ-05-07.0
Sample Name: WRQ-05-07

Acg. Operator T AYITEM 3eq. Line : 1
Ao, Instrument @ 1260 Location : 53
Injection Date @ 1271972019 11:04:59 PM Inj : 1
Inj Wolume : 5.000 pl
Ao, Method ¢ ErAZDATANWROANWRO-05--07\WRQ-05-07-5-9-10 2019-12-19 Z23-03-294RQ-2-95-5-DAD-
IML-30MIN. M
Last changed 1271972019 11:03:29 PM by SYSTEM

Analysis Method : E:\DATAYWROAWRO-05--07\WRQ-05-07-5-2-10 2019-12-19 23-03-29\R]-2-95-5-DAD-
IML-30MIN. M (Aequence Method)

Last changed o T/EL/2020 8:10:39 PM by 3YSTEM
[modified after loading)

Additional Info : Peak(s) manually integrated

“0ADT, Sig=262,4 Ref=20500, EXT of WRO-05-07.0
mAkl i
200 <
150
100
a0
2
wr
-
P ™ AN
T T T T T
1] ] 10 15 20 25
ALrea Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution H 1.0000

Do not use Maltiplier & Dilution Factor with ISTDs
Gigrnal l: DADL, Sig=262,4 Ref=355,90, EXT
Signhal has been modified after loading from rawdata £ile!
Peak RetTime Type Width Area Height Area
# [min] [min] [walrs] [1diT] %
il |====l-==--=—- | === |-=====—-= |-—==—-—= |
1 15.43% MM R 0.4235 5945.11084 233.811%5 97.1726
2 17.683 MM R 0.4397 172.98402 6.55733 Z.8274

Totals : 6118.09486 240.36928

1260 772172020 G:10:42 PM ATSTEM Page 1 of 2
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Data File E:\DAT&\WRQ\WRQ-05-17-18\WRO-05-17-18 2019-12-258 23-09-37WWRQ-05-17-181.0
Sample Name: WRQ-05-15

Acg. Operator T AYITEM 3eq. Line : 2
Ao, Instrument @ 1260 Location : 52
Injection Date @ 12/28/2019 11:42:31 PM Inj : 1
Inj Wolume : 7.000 pl
Ao, Method ¢ ErAZDATAYWRONWRO-05-17-18YWRO-05-17-18 2019-12-28 23-09-37\WR(Q]-2-35-5-DAD-
IML-30MIN. M
Last changed  12/25/2019 11:09:37 PM by SYSTEM

Analysis Method : E:\DATA\WROZWRQ-05-17-18WWRQ-05-17-18 Z019-1E2-28 Z3-089-37\RQ-2-95-5-DAD-
IML-30MIN. M (Aequence Method)

Last changed : T/E1/2020 8:56:14 PM by 3YSTEM
[modified after loading)

Additional Info : Peak(s) manually integrated

DADT A, Sig=220,4 Ref=260, 100 (EADAT AR, RO-06-17-18VWWRQ-05-17-12 2019-12-28 Z3-09-37 R0 -05-17-181.00
makl 7] =
=
o
<400 - 2
3460
300 -
2460
200
150
100
50
o . L
T T T T T
] 10 15 20 25
ALrea Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution H 1.0000
Do not use Maltiplier & Dilution Factor with ISTDs
Signal 1: DAD] &, 53ig=220,4 Ref=360,100
FPeak RetTime Twype Width Area Height Area
# [min] [min] [mal*s] [malr] %
el |====]-=-=--=-- | === |======——-= |--==---- |
1 17.007 BE 0.4115 1.15967%7e4 428.57823 49,8109
2 18.610 BE 0.4627 1.165453e4 388.71231 50.1891
Totals : 2.32815=4 §17.59055
1260 7/21/2020 &:56:17 PM 3Y5TEM Page 1 of 2
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Data File E:\DATA\TRQ\WRQ-05-Z0N,WRQ-05-20 2019-12-30 17-39-45\WRQ-05-Z0.D
Sample Name: WRQ-05-20

Acg. Operator T AYITEM 3eq. Line : 1
Ao, Instrument @ 1260 Location : 54
Injection Date @ 12/30/2019 5:41:13 PM Inj : 1
Inj Wolume : 7.000 pl
Ao, Method ¢ ErA\DATAYWROAWRO-05-200WRQ-05-20 2019-12-30 17-39-45\WRQ-2-95-5-DaD-1ML-
J0MIN.M
Last changed 1273072019 5:39:45 PM by 53Y3TEM

Analysis Method : E:\DATAYWROAWRO-05-200WRQ-05-20 2019-12-30 17-39-45\TEQ-2-95-5-DaD-1HML-
JOMIN.M (Sequence Method)

Last changed p T/EL/Z2020 8:52:29 PM by 3YSTEM
[modified after loading)

Additional Info : Peak(s) manually integrated

DADT A, Sig=220 4 Ref=260,100 (EMDAT A RO WY R O-D8- 2000 R Q-05- 20 2010-12-30 17-20-45%0R2-05-20.07

4 o
mAkl =

To0 %‘

G00
00

<400 —

300 o

200

100

=
I
12,447

Sorted By H Signal
Multiplier H 1.0000
Dilution H 1.0000

Do not use Maltiplier & Dilution Factor with ISTDs

Gigrnal l: DAD] &, 5ig=220,4 Ref=380,100

FPeak RetTime Twype Width Area Height Area
# [min] [min] [mal*s] [mdiT] %

el |====]-=-=--=-- | === |======——-= |--==---- |
1l 16.5905 MM E  0.4571 2.12663e4 T75.46625 94,5085
2 15.447 MM R 0.4508 lle64.42810 43,04722 5.191z2

Totals : 2.24307e4 §15.51347

1260 772172020 G:54:55 PM AVSTEM Page 1 of 2
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Data File E:\DATA\WRQ\WRQ]-05--07\WRQ-05-07-5-9-10 2019-12-19 Z23-03-29\WRQ-05-072.D
Sample Name: WRQ-05-09

Acg. Operator T AYITEM 3eq. Line : 3
Ao, Instrument @ 1260 Location : 55
Injection Date @ 12/20/2019 12:07:55 AM Inj : 1
Inj Wolume : 10.000 pl
Ao, Method ¢ ErAZDATANWROANWRO-05--07\WRQ-05-07-5-9-10 2019-12-19 Z23-03-294RQ-2-95-5-DAD-
IML-60MIN. M
Last changed 1271972019 11:03:29 PM by SYSTEM

Analysis Method : E:\DATAYWROAWRO-05--07\WRQ-05-07-5-2-10 2019-12-19 23-03-29\R]-2-95-5-DAD-
IML-60MIN. M (Aequence Method)

Last changed p T/ELSZ2020 §:29:58 PM by 3YSTEM
[modified after loading)

Additional Info : Peak(s) manually integrated

“DADT, Sig=264.4 Ref=20500, EXT of WRQ-05-072.0
makl ~
140
g
120 =
100
a0
G0
40 <
20
D_4MJL
T T T T T
1] ] 10 15 20 25
ALrea Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution H 1.0000
Do not use Maltiplier & Dilution Factor with ISTDs
Signal 1: DADL, Sig=264,4 Ref=355,90, EXT
Signhal has been modified after loading from rawdata £ile!
Peak RetTime Type Width Area Height Area
# [min] [min] [mal*s] [malr] %
il |====l-==--=—- | === |-=====—-= |-—==—-—= |
1 13.717 MM R 0.4244 3507.79834 153.47763 50,2725
2 19.666 MM R 0,564z 35865.44116 114.179:21 49,7275
Totals : TTT3.23950  267.65684
1260 7/21/2020 &:30:02 PM 3Y5TEM Page 1 of 2
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Data File E:\DATA\TWRQ\WRQ-05-12-13\WRO-05-12-13 2019-12-25 15-43-54\TRO-05-12-13.T
Sample Name: WRQ-05-12-C1

Acg. Operator T AYITEM 3eq. Line : 1
Ao, Instrument @ 1260 Location : 51
Injection Date @ 12/25/2019 3:45:22 PM Inj : 1
Inj Wolume : 7.000 pl
Ao, Method ¢ ErZDATAYWROAWRO-05-12-13YWRO-05-12-13 2019-12-25 15-43-54\TR(]-2-55-5-DAD-
IML-30MIN. M
Last changed 1272572019 3:43:54 PM by 5Y3STEM

Analysis Method : E:\DATA\WROZWRQ-05-12-13WWRQ-05-12-13 Z019-1E2-25 15-43-54\TRO]-2-95-5-DAD-
IML-30MIN. M (Aequence Method)

Last changed P T/EL/2020 8:33:206 PM by 3YSTEM
[modified after loading)

Additional Info : Peak(s) manually integrated

“DADT, Sig=264.4 Ref=24500, EXT of WRQ-05-12-12.0
makl 7] s
350 ?
300 +
250 +
200
150
100
50 &
J g
0 JANE
T T T T T
1] ] 10 15 20 25 miny
ALrea Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution H 1.0000
Do not use Maltiplier & Dilution Factor with ISTDs
Signal 1: DADL, Sig=264,4 Ref=355,90, EXT
Signhal has been modified after loading from rawdata £ile!
Peak RetTime Type Width Area Height Area
# [min] [min] [mal*s] [malr] %
il |====l-==--=—- | === |-=====—-= |-—==—-—= |
1l 13.857 BE 0.3774 9416,22852  382.17508 93,5279
2 20.137 BE 0.4078 651.60229 19.90547 6.4721
Totals : 1.00678e4 402, 08758
1260 772172020 8§:33:29 PM 5Y5TEM Page 1 of 2
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Data File E:
Sample Name:

YDATAY WEQYWRO-05-nEr-RACKWTRO-05-nEBr-FAC 2020-06-19 21-12-22%WR(Q-05-mEr-RAC.D
WEQ-05-nEr-Fac

Acg. Operator T AYITEM 3eq. Line : 1
Ao, Instrument @ 1260 Location : 65
Injection Date @ 6/19/20Z0 9:13:57 MM Inj : 1

Inj Wolume : 10.000 pl

Acog. Method ¢ ErWDATANWRONWRO-05-nEBr-RACYWREQ-05-nEr-RAC 2020-06-1% 21-12-225\WRO-2-95-5-

DAD-1ML- 40MIN. M

Last changed P 61942020 9:12:22 PM by 3YSTEM
Analysis Method : E:\DATA\WROZWRQ-05-nEr-FACYWEQ-05-nBr-RAC Z0EZ0-08-19 Z1-1Z2-ZEWWRO-Z-95-5-

DAD-1ML-40MIN.M (Sequence Method)

Last changed : T/EZ0/202Z0 8:30:01 PM by 3YSTEM

[modified after loading)

Additional Info : Peak(s) manually integrated

D01 A, Sig=220,4 Ref=3260, 100 (EADAT AR, . -mBr- RACWYR Q- 05-mBr-RAC 2020-06-19 21-12-22%0 R 0-05-mBr-RAZ.D)
mAkl o
400 | b
350
300
=
bl
oA
Lnl
250 +
200 <
150
100
a0 -
D_4N_,_IL_A
T T T T T
1] ] 10 15 20 25 miny
ALrea Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution H 1.0000
Do not use Maltiplier & Dilution Factor with ISTDs
Signal 1: DAD] &, 53ig=220,4 Ref=360,100
FPeak RetTime Twype Width Area Height Area
# [min] [min] [mal*s] [malr] %
el |====]-=-=--=-- | === |======——-= |--==---- |
1 14.123 BE 0.3503 9274,55566  400,37326 49,9855
2 22.236 BB 0.5453 9279.94336  253.95%00 50,0145
Totals : 1.85545e4 654, 33226
1260 7/20/2020 &:30:04 PM 3Y5TEM Page 1 of 2
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Data File E:\DAT&\WRQ\WRQ]-05--wBr-3\WR)-05-nEr-5 Z2020-06-19 21-45-45\WRQ-05-mEr-5.0
Sample Name: WRQ-05-nEr-3

Acg. Operator T AYITEM 3eq. Line : 1
Ao, Instrument @ 1260 Location : 515
Injection Date @ 6/19/2020 9:47:22 MM Inj : 1
Inj Wolume : 10.000 pl
Ao, Method ¢ ErZDATAYWRONWRO-05--wBr-3YWRO-05-uBr-5 2020-06-1% 21-45-454TR]-2-95-5-DAD-
IML-40MIN. M
Last changed P 6/19/2020 9:45:45 PM by 3YSTEM

Analysis Method : E:\DATA\WRONVWRQ-05--mEBr-3WWRQ-05-wBr-3 Z2020-06-19 Z1-45-45\TRQ-2-95-5-DAaD-
IML-40MIN. M (Aequence Method)

Last changed o T/EZ0/202Z0 8:28:13 PM by 3YSTEM
[modified after loading)

Additional Info : Peak(s) manually integrated

DAD1 A, Sig=220,4 Retf=360, 100 (EADAT AR, R O-06--mB r- SWYR Q- 05-m Br- 5 2020-06-19 2 1-45-45\WR O -05-mBr-5.07
mAkl T
500 - N
400
300 +
200 <
100
2
‘_/\‘IL—,__.L !
o] , VAN
T T T T T T
1] i 10 15 20 25 30 miny
ALrea Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution H 1.0000

Do not use Maltiplier & Dilution Factor with ISTDs

Gigrnal l: DAD] &, 5ig=220,4 Ref=380,100

FPeak RetTime Twype Width Area Height Area
# [min] [min] [mal*s] [mdiT] %

el |====]-=-=--=-- | === |======——-= |--==---- |
1l 14.141 MM E 0.3950 1.Z4136e4 SZ3.78461 93,3130
2 22.150 MM R 0.6012 889.57925 24,.66289 G. 6870

Totals : 1.330532e4 545, 44749

laa0 772072020 G:26:15 PM ATSTEM Page 1 of 2
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Data File E:\DAT&\WRQ\WRQ-05-F-RAC\WRO-05-F-RAC 2020-06-16 17-54-06%WWRO-05-F-RACL.D
Sample Name: WRQ-05-F-RAC

Acg. Operator
Ao, Instrument :
Injection Date

Ao, Method

Last changed :
Analysis Method :

Last changed

Additional Info :

SY3TEM 3eq. Line : 2
1260 Location : 6l
6/l6/2020 A:27:01 M Inj : 1

Inj Wolume : 10.000 pl

¢ ErWDATANWRONWRO-05-F-RACYWR]-05-F-RAC 2020-06-16 17-54-06%TRO-4-IE-25-5-DAD

-1ML-30MIN.H

6/16/2020 5:54:06 FPM by SYSTEM

E:\DATAY WEONWRO-05-F-RAC\WRO-05-F-R&C 2020-06-16 17-54-06\WRQO-4-IE-95-5-DaD
=1ML-30MIN. M (Sequence Method)

7/20/2020 B:40:11 PM by SYSTEM

[modified after loading)

Peak(s) manually integrated

mAkl

200

175

150

124

100

i o

A0 o

254

DADT A, Sig=254.4 Ref=260,100 (EADAT AWV R, R O0-05-F- RACWURQ-05-F- RAC 202 0-06-16 17-54-0 6% R Q-05-F-RACT. D

=130

12703

Sorted By
Multiplier
Dilution

Do not use Maltiplier & Dilution Factor with ISTDs

Signal l: DADL &,

$ig=254, 4 Ref=360,100

FPeak RetTime Twype Width Area Height Area
# [min] [min] [mal*s] [mdiT] %
el |====]-=-=--=-- | === |======——-= |--==---- |
1 11.150 BE 0.3244 4915.21631 223.81128 50,2807
2 1l2.703 BE 0.4325 4863.31055 169.64330 49,7193
Totals : 97581. 52686 393.45457
1260 7/20/2020 &:40:15 PM 3YSTEM Page 1 of 2
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Data File E:\DATA\TWRQ\WRQ-05-F-5\WRQ-05-F-5% Z2020-06-16 19-46-40\WRO-05-F-5.0
Sample Name: WRQ-05-F-3

Acg. Operator T AYITEM 3eq. Line : 1
Ao, Instrument @ 1260 Location : 62
Injection Date : 6/16/20Z0 7:45:15 MM Inj : 1
Inj Wolume : 10.000 pl
Ao, Method ¢ E:\DATANWROAWRO-05-F-5\WRQ-05-F-5 2020-06-16 19-46-404WR(-4-TE-35-5-DAD-1ML
-30MIN.M
Last changed p 6/l6/2020 Fid6:40 PM by 3YSTEM

Analysis Method : E:\DATAVWROAWRO-05-F-5\WRQ-05-F-3 2020-06-16 19-46-40%\WRQ-4-IE-95-5-DAD-1ML
=30MIN. M (Sequence Method)

Last changed : T/EZ0/202Z0 §:39:30 PM by 3YSTEM
[modified after loading)

Additional Info : Peak(s) manually integrated

DADT A, Sig=254.4 Ref=260,100 (EADAT A RO WY R O-08- F- SWURQ-05-F- 5 2020-06-16 19-46-40007 RO -05-F-2.000

o
mAkl -

Y

200

150

100

A0 -

Sorted By H Signal
Multiplier H 1.0000
Dilution H 1.0000

Do not use Maltiplier & Dilution Factor with ISTDs

Gigrnal l: DAD] &, Sig=254,4 Ref=380,100

FPeak RetTime Twype Width Area Height Area
# [min] [min] [mal*s] [mdiT] %

el |====]-=-=--=-- | === |======——-= |--==---- |
1 11.254 BE 0.3092  335.43790 14, 56021 5.071z2
2 l2.722 MM R 0.4516 6335.3017¢ 233.790zZ28 94.9283

Totals : 6673.73965 245, 35049

1260 77202020 G:39:33 PM ATSTEM Page 1 of 2
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Data File E:\DATA\TWRQ\WRQ]-05-CF3-BACYWRO-05-CF3-R&C Z0Z0-06-16 21-27-58WWR(Q-05-CF3-RAC.D
Sample Name: WRQ-05-CF3-RAC

Acg. Operator T AYITEM 3eq. Line : 1
Ao, Instrument @ 1260 Location : 63
Injection Date @ 6/l6/2020 9:29:32 MM Inj : 1
Inj Wolume : 7.000 pl
Ao, Method ¢ E:\DATAYWROAWRO-05-CF3-RACKNTRO-05-CF3-RAC 2020-06-16 21-27-584WR(-4-IE-35-5
-DAD-1ML-30MIN. M
Last changed P 6/l6/2020 9:27:58 PM by 3YSTEM

Analysis Method : E:\DATA\WROVWRQ-05-CF3-FACYWEQ-05-CF3-RAC Z0EZ0-08-16 Z1-Z7-58%WWRO-4-IE-55-5
=DAD-1ML -30MTN. M | Sequence Method)

Last changed : T/EZ0/2020 9:55:02 PM by 3YSTEM
[modified after loading)

Additional Info : Peak(s) manually integrated

DADT A, Sig=254.4 Ref=260,100 (EADAT AWV R, . - CF3-RACWYR Q-D5- CF3-RAC 2020-06-16 21-27-58WWRQ-05-CF2-RAC. D)
mAL ey
P
o
b
o
400 —
200
200
100
o4 o~ J . ——._/'r\-u__/m_—
T T T | T T T T T
i} 2 4 i} 2 10 12 14 16 12 min

Sorted By H Signal
Multiplier H 1.0000
Dilution H 1.0000

Do not use Maltiplier & Dilution Factor with ISTDs

Gigrnal l: DAD] &, Sig=254,4 Ref=380,100

FPeak RetTime Twype Width Area Height Area
# [min] [min] [mal*s] [mdiT] %

el |====]-=-=--=-- | === |======——-= |--==---- |
1 7.537 BV 0.22058 7093.07568 451.72916 50,0025
2 g.312 VB 0.2573 7092.35742 415.08438 49,9375

Totals : 1.415654e4 §96.51354

laa0 772072020 9:55:05 PM ATSTEM Page 1 of 2
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Data File E:\DAT&\WRQ\WRQ]--05-CF3-3\URQ-05-CF3-5 Z2020-06-16 20-49-51\WRQ-05-CF3-5.0
Sample Name: WRQ-05-CF3-3

Acg. Operator T AYITEM 3eq. Line : 1
Ao, Instrument @ 1260 Location : 64
Injection Date @ 6/16/20Z0 8:51:23 MM Inj : 1
Inj Wolume : 10.000 pl
Ao, Method ¢ Er\DATAYWRONWRO--05-CF3-5YWRQ-05-CF3-5 2020-06-16 20-49-51%4R(]-4-IE-95-5-
DA -1ML- 30MIN. M
Last changed : 6/l6/2020 §:49:51 PM by 3YSTEM

Analysis Method : E:\DATA\WROZWRQ--05-CF3-3\URQ-05-CF3-5 Z0Z0-06-1g Z0-49-51\WRQ-4-IE-95-5-
DAD-1ML-30MIN.M (Sequence Method)

Last changed o T/E0/2020 9:54:07 PM by 3YSTEM
[modified after loading)

Additional Info : Peak(s) manually integrated

DADT A, Sig=254.4 Ref=260,100 (EMDAT AWV R, RQ--05-CF2- WV RO-08-CF2-5 Z020-06-16 20-40-5 1w RQ-05- CF2-5.00

o
mAkl -

400 —

350

200 -

250 <

200 +

150

100

50+

Sorted By H Signal
Multiplier H 1.0000
Dilution H 1.0000

Do not use Maltiplier & Dilution Factor with ISTDs

Gigrnal l: DAD] &, Sig=254,4 Ref=380,100

FPeak RetTime Twype Width Area Height Area
# [min] [min] [mal*s] [mdiT] %

el |====]-=-=--=-- | === |======——-= |--==---- |
1 7.519 BE 0.22358 32Z0.50942 2l.65504 4,1342
2 g8.272 BB 0.2762 7439.04053 414.59069 95,8658

Totals : 7759.654995 436, 54573

1260 772072020 9:54:12 PM ATSTEM Page 1 of 2
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Data File E:\DATAY\TRQ\WRQ-05--05\WRQ-05-05-08-95-5 2019-12-18% 01-01-11%\WRQ-05--051.D
Sample Name: WRQ-05--0&6-Me

Acg. Operator T AYITEM 3eq. Line : 2
Ao, Instrument @ 1260 Location : 52
Injection Date @ 12/18/2019 Z2:04:08 aM Inj : 1
Inj Wolume : 10.000 pl
Ao, Method ¢ E:\DATAYWRONWRO-05--05YWRQ-05-05-06-95-5 2019-12-15 01-01-11%4WR(Q-2-95-5-DAD
-1ML-60MIN. M
Last changed 1271672019 1:01:11 &AM by S3Y3STEM

Analysis Method : E:\DATAYWROAWRO-05--05\WRQ-05-05-08-95-5 2019-12-18 01-01-11%WRQ-2-95-5-DAD
=1ML-60MIN.M (Sequence Method)

Last changed p T/EL/2020 8:15:01 PM by 3YSTEM
[modified after loading)

Additional Info : Peak(s) manually integrated

“DADN, Sig=262,4 Ref=245 00, EXT of WRQ-05--051.0
mAkl st
200 'i[ @
L]
=]
175
150
125
100
T4
a0 -
25 4
. \
T T T T T
1] ] 10 15 20 25
ALrea Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution H 1.0000
Do not use Maltiplier & Dilution Factor with ISTDs
Signal 1: DADL, 5ig=262,4 Ref=355,90, EXT
Signhal has been modified after loading from rawdata £ile!
Peak RetTime Type Width Area Height Area
# [min] [min] [mal*s] [malr] %
il |====l-==--=—- | === |-=====—-= |-—==—-—= |
1 17.71&6 BE 0.5042 7095.61768 205.33065 45,9542
2 20.345 BE 0.571z2 7108.61523 180.61755 50,0455
Totals : 1.42042e4 385.94524
1260 7/21/2020 &:15:04 PM 3Y5TEM Page 1 of 2
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Data File E:\DATA\WRQ\WRQ-05--07\WRQ-05-07-5-9-10 2019-12-19 Z23-03-29\WRQ-05-071.D
Sample Name: WRQ-05-05

Acg. Operator T AYITEM 3eq. Line : 2
Ao, Instrument @ 1260 Location : 54
Injection Date @ 1271972019 11:36:27 PM Inj : 1
Inj Wolume : 5.000 pl
Ao, Method ¢ ErAZDATANWROANWRO-05--07\WRQ-05-07-5-9-10 2019-12-19 Z23-03-294RQ-2-95-5-DAD-
IML-30MIN. M
Last changed 1271972019 11:03:29 PM by SYSTEM

Analysis Method : E:\DATAYWROAWRO-05--07\WRQ-05-07-5-2-10 2019-12-19 23-03-29\R]-2-95-5-DAD-
IML-30MIN. M (Aequence Method)

Last changed p T/EL/2020 8:16:33 PM by 3YSTEM
[modified after loading)

Additional Info : Peak(s) manually integrated

“DADT, Sig=262,4 Ref=245 00, EXT of WRQ-05-071.0
mAkl -
176 %
150
125
100
75
50
6 =
F
(=1
w4
1] . L T
T T T T T
1] ] 10 15 20 25
ALrea Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution H 1.0000
Do not use Maltiplier & Dilution Factor with ISTDs
Signal 1: DADL, 5ig=262,4 Ref=355,90, EXT
Signhal has been modified after loading from rawdata £ile!
Peak RetTime Type Width Area Height Area
# [min] [min] [mal*s] [malr] %
il |====l-==--=—- | === |-=====—-= |-—==—-—= |
1 17.755 BE 0.4526 5495,.39795  187.11365 97.0338
Z 20.450 BE 0.3829 167.98982 5.18680 2.9662
Totals : SEE3.38777  19Z2,30045
1260 7/21/2020 &:16:37 PM 3YSTEM Page 1 of 2
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Data File E:\DATA'\WRQ\WRQ-04-139\WRQ-04-139-4AD-98 2019-12-01 00-46-534WRQ-04-139.D
Sample Name: WRQ-04-139

Acg. Operator

Ao, Instrument :

Inject

Ao, M

ion Date

ethod

Last changed

Analysis Method :

Last changed

Additional Info :

SY3TEM 3eq. Line : 1
1260 Location : 51
127172019 12:48:18 AM Inj : 1

Inj Wolume : 10.000 pl

¢ ErWDATANWRONWRO-04-1394WRO-04-139-A0-935 2019-12-01 00-46-53%0R]-2-935-2-DAD-

1ML. M

127172019 12:46:53 AM by SYSTEM

E:\DATAY WEOYVWRO-04-1394TTRO-04-139-4D-98 2019-12-01 00-46-53\WRQ-2-95-2-DaD-
IML.M (Secquence Method)

7/20/2020 10:47:02 FPM by SYSTEM

[modified after loading)

Peak(s) manually integrated

“DADT, Sig=254,4 Ref=245 00, EXT of WRQ-04-130.0
mAkl =
50+ ?
T
kel
E
40 <
30
20
10 4
D—hr\l_
T T T T T
1] 10 20 30 <40 A0 miny
ALrea Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Do not use Maltiplier & Dilution Factor with ISTDs
Signal 1: DADL, Sig=254,4 Ref=355,90, EXT
Signhal has been modified after loading from rawdata £ile!
Peak RetTime Type Width Area Height Area
# [min] [min] [mal*s] [malr] %
il |====l-==--=—- | === |-=====—-= |-—==—-—= |
1l 39.590 BE 0.7156 3262,94092 53.64431 50,2936
Z 458.241 BE 0.9024 32:24.54229 41.97158 49,7064
Totals : 6437, 78320 Q5. 61530
1260 7/20/2020 10:47:06 PM 3Y¥3TEM Page 1 of 2
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Data File E:\DATAY L¥N\WCS-2-35 2019-12-05 2Z2-40-084\LYN-4-193.T
Sample Name: WRQ-04-145%

Acg. Operator T AYITEM 3eq. Line : 4
Ao, Instrument @ 1260 Location : 53
Injection Date @ 12/6/2019 12:15:358 aM Inj : 1
Inj Wolume : 5.000 pl
Ao, Method : E:\DATAY, LYNV\WC5-2-35 Z019-12-05 22-40-084WR(Q-2-5958-2--70uin-DaD. M
Lazt changed v 12/5/2019 10:40:05 PM by SYITEM
Analysis Method : E:\DATA, LYNYWC3-2-35 Z019-12-05 Z2-40-08\WR(-2-598-Z--70nin-DAD.M (Sequence
Method)
Lazt changed v 7/20/2020 10:21:54 PM by SYSTEM

jmodified after loading)
Additional Info : Peak(s) mamually integrated

DADT A, Sig=254 4 ReFoff (ENDAT ALYHWAC 5- 2-35 2073-TZ-05 Z2-40-05L YH-4- 183 .00
mALl b=
a0
G0 -
40_
20
e
fr=1
o~
¥
o L b T
T T T T T
1] 10 20 30 40 a0
Area Percent Report
Sorted By H Sigmal
Multiplier H 1.0000
Iilution : 1.0000
Do not use Multiplier & Dilution Factor with ISTDs
Signal 1: DAD] &, Sig=254,4 Ref=off
Feak RetTime Type Width Lrea Height Lrea
# [min] [min] [mal*s] [mall] %
il |====l-==--=—- | === |-=====—-= |-—==—-—= |
1 35.300 MM R 0.%701 5340.50244 91.745818 96.0105
2 46,267 MM R 1.09258 221.89731 3.384268 3.98892
Totals : 5562.39975 95.13244
1260 7/20/2020 10: 22:22 PM 3Y5TEM Page 1 of 2
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Data File E:\DATA\WRQ\WRQ-05--07\WRQ-05-07-5-9-10 2019-12-19 Z23-03-29\WRQ-05-074.D
Sample Name: WRQ-05-10

Acg. Operator T AYITEM 3eq. Line : 5
Ao, Instrument @ 1260 Location : 56
Injection Date @ 12/20/2019 1:41:06 &M Inj : 1
Inj Wolume : 10.000 pl
Ao, Method ¢ ErAZDATANWROANWRO-05--07\WRQ-05-07-5-9-10 2019-12-19 Z23-03-294RQ-2-95-5-DAD-
IML-60MIN. M
Last changed 1271972019 11:03:29 PM by SYSTEM

Analysis Method : E:\DATAYWROAWRO-05--07\WRQ-05-07-5-2-10 2019-12-19 23-03-29\R]-2-95-5-DAD-
IML-60MIN. M (Aequence Method)

Last changed p T/EL/2020 §:21:55 PM by 3YSTEM
[modified after loading)

Additional Info : Peak(s) manually integrated

DD A, Sig=220,4 Ref=3260, 100 (EADAT A0 RO WY R Q-05- 07 R Q-05-07-2-9-10 2019-12-19 23-03-20%WRQ-05-07 4.00
mAkl o
00 3
=+
F
700 =
G000 -
00 <
400
200 <
200
100
0 T
T T T T T
1] ] 10 15 20 25
ALrea Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution H 1.0000
Do not use Maltiplier & Dilution Factor with ISTDs
Signal 1: DAD] &, 53ig=220,4 Ref=360,100
FPeak RetTime Twype Width Area Height Area
# [min] [min] [mal*s] [malr] %
el |====]-=-=--=-- | === |======——-= |--==---- |
1 13.993 FM R 0.4369 Z2.124%Ge4 51065375 50,1537
2 17.494 BE 0.4772 2.111%3e4 671.04120 49,5463
Totals : 4, 2365884 14581.69495
1260 7/21/2020 &§:21:57 PM 53Y5TEM Page 1 of 2
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Data File E:\DAT&\WRQ\WRQ-05-12-13\WRQ-05-12-13 2019-12-25 15-43-54\TRO-05-12-131.0
Sample Name: WRQ-05-13-Me

Acg. Operator
Ao, Instrument :
Injection Date

Ao, Method

Last changed :
Analysis Method :

Last changed

Additional Info :

SY3TEM 3eq. Line :
1260 Location :
12/25/2019 4:16:51 FPM Inj

Inj Wolume :
¢ ErZDATAYWROAWRO-05-12-13YWRO-05-12-13 2019-12-25 15-43-54\TR(]-2-55-5-DAD-

1ML-30MIN. K
12/25/2019 3:43:54 PM by 3YITEM

7.000 pl

E:\DATA, WRONVWRD-05-12-13 WRO-05-12-13 Z019-1E2-25 15-43-54\TR]-2-95-5-DAD-

IML-30MIN. M (Aequence Method)
T/21/72020 B:23:13 PM by SYSTEM
[modified after loading)
Peak(s) manually integrated

DADT A, Sig=220,4 Ref=260, 100 (EADAT AR, RO-06-12-13VWWVRQ-05-12-12 2019- 12-25 15-42-a RO -05-12-121.07
mAkl o
1000
200 <
G600 -
<400 -
200 -
=+
=
=~
D [ 1 L/\_
T T T T T
1] ] 10 15 20 25 miny
ALrea Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Do not use Maltiplier & Dilution Factor with ISTDs
Signal 1: DAD] &, 53ig=220,4 Ref=360,100
FPeak RetTime Twype Width Area Height Area
# [min] [min] [mal*s] [malr] %
el |====]-=-=--=-- | === |======——-= |--==---- |
1 14.092 MM R 0.4321 2.83623e4 1093.86584 95,7648
2 17.764 MM R 0,509z 1254,31787 41.05161 4.2352
Totals : 2.96166e4 1134,91745
1260 7/21/2020 8§:23:15 PM 53Y5TEM Page 1 of 2
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Data File E:\DATANTRQ\WEQ-05-17-18\WRO-05-17-15 2019-12-258 23-09-37\WWRQ-05-17-15.T
Sample Name: WRQ-05-17

Acg. Operator : AYITEM Seq. Line : 1
Acg., Instrument : 1260 Location : 51
Injection Date : 12/28/2019 11:11:03 PM Inj : 1
Inj Wolume : 7.000 pl
Ao, Method ¢ EDAZDATANWROAWRO-05-17-18YWRO-05-17-15 2019-12-28 23-09-37\WRQ-2-35-5-DAD-
IML-30MIN. M
Last chatged v 12/26/2019 11:09:37 PM by SYSTEM

Analysis Method : E:\DATA\WROVWEQ-05-17-18WWRQ-05-17-18 Z019-1E2-28 Z3-09-3T\TR(Q-2-95-5-DAD-
IML-30MIN. M (Sequence Method)

Last changed T Bf27/202Z1 10:28:38 PM by 5YSTEM
jmodified after loading)

Additional Info : Peak(sz) manually integrated

DADT A, Sig=220 4 Ref=360,100 (EADAT A RO WY R O-05- 17-18WIRO-05-17-18 Z019-12-28 23-00-37W R0 -05-17-18.00
mAL bl

o

14730

350

200 -

250 o

200 —

150

100

A0

Sorted By H Signal
Multiplier H 1.0000
Dilution : 1.0000

Do not use Multiplier & Dilution Factor with ISTDs

Gigrnal l1: DADL A, 5ig=220,4 Ref=380,100

FPeak RetTime Tvype Width Area Height Area
# [min] [min] [mal*=] [wdlT] %

el |====]-=-=--=-- | === | === |--==--—= |
1 13.015 BV 0.3255 §453.36914 3593.65243 50,3530
2 14.720 VB 0.3734 8334.54082 346.73016 49.6470

Totals : l1.676582e4 740. 47260

1&60 672772021 10: 268: 54 FPM STITEN Page 1 of 2
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Data File E:\DATA\TWREQY
Sample Name: WRQ-05-19

Acg. Operator
Acg., Instrument :
Injection Date

Ao, Method

Last changed H
Analysis Method :

Last changed

Additional Info :

WRQ-05-17-18%WR]-05-17-18 2019-12-28 23-09-3M\WRQ-05-17-1582.D

SY3TEN Seq. Line : 3
1280 Location 53
12/29/2019 12:14:03 AM Inj : 1

Inj Wolume : 7.000 pl

¢ EA\DATA, WROVWRO-05-17-18%WR1-05-17-18 2019-12-258 23-09-3T\TTRQ-2-55-5-DAD-

1ML-30MIN. M

12/28/2019 11:09:37 PM by SY5STEM

E:\DATAWRONVWRO-05-17-18\WRA-05-17-18 2019-12-28 23-09-37\TWRQ-2-95-5-DaD-
IML-30MIN. M (Sequence Method)

6/27/2021 10:28:358 FM by SYSTEM

jmodified after loading)

Peak(s) manually integrated

DADT A, Sig=220,4 Ref=360, 100 (EMDAT AR, RO-08-17- 18RO -05-17-13 2019- 12-28 23-09-37 W RO-05-17-182.07
mALl =
500 ?
400
300 +
200 <
=
k]
=
100 - o
0- LJ ,
T T T T T
] 10 15 20 25 miny
ALrea Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000

Do not use Multipl

Signal l: DADL &,

ier & Dilution Factor with ISTDs

$ig=220,4 Ref=360,100

FPeak RetTime Tvype Width Area Height Area
# [min] [min] [mal*=] [wdlT] %
el |====]-=-=--=-- | === | === |--==--—= |
1 13.020 BE 0.3092 16588.35095 §2.015949 11.88589
Z 14.710 BE 0.3702 1.25127e4 522.84393 85.1111
Totals : 1.42011e4 604.586343
1260 672772021 10: 29:15 PM 3Y5TEM Page 1 of 2
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Data File E:\DATA\TRQVWRQ-05-Z24WRQ-05-22 2020-01-06 23-03-15\WRQ-05-Z2.D
Sample Name: WRQ-05-22

Acg. Operator T AYITEM 3eq. Line : 1
Ao, Instrument @ 1260 Location : 51
Injection Date @ 1/6/2020 11:04:45 MM Inj : 1
Inj Wolume : 7.000 pl
Ao, Method ¢ E:A\DATAYWROAWRO-05-22\WRQ-05-22 2020-01-06 23-03-15\WRQ-2-95-5-DaD-1ML-
J0MIN.M
Last changed : 1/6/2020 11:52:23 PM by 3YSTEM

[modified after loading)

Analysis Method : E:\DATAVWROAVWRO-05-Z2\WRO-05-22 2020-01-06 23-03-15\WRQ-2-95-5-DAD-1ML-
SOMIN.M | Sequence Method)

Last changed v 7/21/72020 8:59:28 MM by 3YITEM
[modified after loading)

Additional Info : Peak(s) manually integrated

DADT A, Sig=220,4 Ref=360,100 (EMDAT A RO W R O-08- 2200 R Q-05- 22 2020-01-06 23-03- 1500 R2-05-22.0)
mAkl

350 -

—
25828

300 +

250 o

200 o

1560

100

50+

Sorted By H Signal
Multiplier H 1.0000
Dilution : 1.0000
Do not use Multiplier & Dilution Factor with ISTDs

Sigrnal 1: DAD] A, S5ig=220,4 Ref=360,100

Peak RetTime Type Width Area Height Area
# [min] [min] [walrs] [1diT] %

il |====l-==--=—- | === |-=====—-= |-—==—-—= |
1 27.177 BV 0.6639 l.62153e4 363.14661 49,7110
Z 2B.938 VB 0.69058 1.64038e4 341.86246 50,2890

Totals : 3.26191e4 705. 00906

1260 772172020 G:59:31 PM AVSTEM Page 1 of 2
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Data File E:\DATA\TRQ\WRQ-05-Z24WRO-05-22 2020-01-06 23-03-15\WRQ-05-221.D1
Sample Name: WRQ-05-23

Acg. Operator T AYITEM 3eq. Line : 2
Ao, Instrument @ 1260 Location : 52
Injection Date @ 1/6/2020 11:54:17 MM Inj : 1
Inj Wolume : 7.000 pl
Ao, Method ¢ E:A\DATAYWROAWRO-05-22\WRQ-05-22 2020-01-06 23-03-15\WRQ-2-95-5-DaD-1ML-
J0MIN.M
Last changed : 1/6/2020 11:52:23 PM by 3YSTEM

Analysis Method : E:\DATAYWROAWRO-05-22\WRQ-05-22 2020-01-06 23-03-15\WEQ-2-95-5-DaD-1HML-
JOMIN.M (Sequence Method)

Last changed : T/E1/2020 §8:55:57 PM by 3YSTEM
[modified after loading)

Additional Info : Peak(s) manually integrated

DADT A, Sig=220,4 Ref=360, 100 (EADAT Ao RO WY R Q-05- 2290 R Q-05- 22 Z020-01-06 23-03- 1500 RQ-05- 221.00
mAkl =
G000 -
500 +
<400 -
200 <
200 -
100
oo
=
g
0 L
T T T T T T T T
1] & 10 15 20 25 30 35 0 miny
ALrea Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution H 1.0000
Do not use Maltiplier & Dilution Factor with ISTDs
Signal 1: DAD] &, 53ig=220,4 Ref=360,100
FPeak RetTime Twype Width Area Height Area
# [min] [min] [mal*s] [malr] %
el |====]-=-=--=-- | === |======——-= |--==---- |
1 27.066 MF R 0.7405 2.70673e4 609.22577 95,4301
2 28.865 FM R 0.3004 1296.21387 26.99238 4. 55949
Totals : 2.83640e4 636. 21815
1260 7/21/2020 8§:59:01 PM 5Y5TEM Page 1 of 2
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Data File E:\DAT&LUR...n-ractWRQ-05-furan-FAC-ie-95 2020-07-03 22-39-43\WRO-05-furan-rac.D
Sample Name: WRQ-05-furan-rac

Acg. Operator T AYITEM 3eq. Line : 1
Ao, Instrument @ 1260 Location : 63
Injection Date @ 7/3/2020 1l0:41:20 MM Inj : 1
Inj Wolume : 15.000 pl
Ao, Methaod 1 E:ZDATAWROVWRO-05-furan-rac\ WR]-05-furan-RAC-ie-95 Z020-07-03 22-39-43\TRQ
-4-IE-85-5-DAD-1ML-30MIN. M
Last changed o T/3/2020 10:359:43 PM by 3YSTEM

analysis Method : E:\DATA,WROVWRQ-05-furan-rac\WRQ-05-furan-RaC-ie-95 Z0Z0-07-03 22-39-43\TRQ
-4-TE-85-5-DAD-1ML-30MIN.M (Sequence Method)

Last changed : T/EZ0/20Z0 8:19:08 PM by 3YSTEM
[modified after loading)

Additional Info : Peak(s) manually integrated

DAD1 A, Sig=254,4 Retf=260, 100 (EADAT AR, R O-06-furan- RAC-ie-95 20 20-07-0 22-39- 42900 R Q-05- Jran-rac. 00
mAkl =
wr
160 | f =
b
140
120
100
a0 -
G0
40_
20+
D_
T T T T T T
1] i 10 15 20 25 30
ALrea Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution H 1.0000
Do not use Maltiplier & Dilution Factor with ISTDs
Signal 1: DAD] &, 53ig=254,4 Ref=360,100
FPeak RetTime Twype Width Area Height Area
# [min] [min] [mal*s] [malr] %
el |====]-=-=--=-- | === |======——-= |--==---- |
1 18.540 BE 0.4409 5114.61133 1e7.6781% 50,1239
2 21.01%5 BE 0.5158 5089.32129 145.55153 45,3761
Totals : 1.0203%e4 316. 56012
1260 7/20/2020 &:19:13 PM 3Y5TEM Page 1 of 2
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Data File E:\DATA&\TE...furan-s\WRQ-05-furan-RiC-ie-95 Z0Z0-07-03 23-30-38\WREQ-05-furan-=.D
Sample Name: WRQ-05-furan-=s

Acg. Operator T AYITEM 3eq. Line : 1
Ao, Instrument @ 1260 Location : 64
Injection Date @ T7/3/2020 11:32:10 MM Inj : 1
Inj Wolume : 15.000 pl
Aog. Method ¢ E:\DATA,WRQ\WRO-05-furan-sWEQ-05-furan-RAC-ie-95 2020-07-03 23-30-38"WRQ-4
-IE-95-5-DAD-1ML-30MIN. X
Last changed P T/3/2020 11:350:38 PM by 3YSTEM

Analysis Method : E:\DATAVWROAWRO-05-furan-s\WRQ-05-furan-RAC-ie-95 2020-07-03 23-30-38\WRQ-4
-IE-95-5-DAD-1ML-30MIN. M [(Sequence Method)

Last changed : T/EZ0/202Z0 8:31:18 PM by 3YSTEM
[modified after loading)

Additional Info : Peak(s) manually integrated

DADT A, Sig=254,4 Ret=260, 100 (EADAT A0 R, WUVR Q- 05-furan- BAC-ie-05 2020-07-07 23-20-28W0R Q-0 5-furan-=.00
mAkl g
140
120
100
a0
G0 -
40_
20 -
=
~
0~ T
T T T T T T
1] i 10 15 20 25 30
ALrea Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution H 1.0000
Do not use Maltiplier & Dilution Factor with ISTDs
Signal 1: DAD] &, 53ig=254,4 Ref=360,100
FPeak RetTime Twype Width Area Height Area
# [min] [min] [mal*s] [malr] %
el |====]-=-=--=-- | === |======——-= |--==---- |
1 18.624 BE 0.4657 4531.56299 145,35938 96,4745
2 21.2e65 BE 0.38659 165.59386 5.03218 3.5255
Totals : 4697.16185 150.39156
1260 7/20/2020 &:31:24 PM 5Y5TEM Page 1 of 2
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Data File D:\HPLCYData% 2022060144 202Z-06-01 09-44-10%v42.D
Sample HNawme: CGXG-3ATFEN-RAC

Aco. Operator T 3YSTEM Fedg. Line : 3
Samnple Operator : 3YSTEM
Acg., Instrument @ 1260 Location gl
Injection Date : 6/172022 11:22:07 AM Inj : 1
Inj Volume : 5.000 nl
bdcg. Method : D:ZHPLCYDatab 20220601%4 2022-06-01 09-44-10%4ADH{1-6)-95-5-50L-1nl-30nin-
220mm. M
Last changed r 6172022 12:09:45 PM by SYSTEM

[modified after loading)

Analysis Method : D:\HPLC\Data\Z0220601%A Z022-06-01 09-44-10%ADH{1-6)-25-5-5UL-1nl-30nin-
Za0mm.M (Fequence Method)

Last changed P B/1/2022 12:558:12 PM by 3YVSTEM
[modified after loading)

WD A, Wigvelength=2 66 nm (0:WHP LC'\Da@ 202 2060104 Z072-06- 01 09 -4 100AZ 0
mAL 7]
e
¥
200 - 8
=
=
o
o
140
100
a0 o
1} '} T
T T T T T T T T
1] i) 10 18 20 25 30 38 40
Area Percent Report
Sorted By : Signal
Multiplier : l.0000
Dilution : 1.0000
Do not use Multiplier & Dilution Factor with IATDs
Signal 1: VWDl A, Wawelehgth=Z66 hm
Peak FetTime Type Width Area Height Area
# [min] [min] [mdlT*s5] [ wdIT] %
=== |====]-====== | ————m—= |---—— |-==————-
1 26.495 BB 0.7861 1.01842e4 193.16212  49.5009
2 32.981 BB 1.0089 1.02656e4 151.42755% 50,1991
Totals : 2.04495e4 344, 58968
1260 67172022 12:58:16 FM 3YSTEM Page 1 of 2
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Data File D:\HPLCYData% 2022060144 202Z-06-01 09-44-10%v41.D
Sample HName: CGXG-3ATFEN-3

Aco. Operator T 3YSTEM Fedg. Line : Z
Samnple Operator : 3YSTEM
Acg., Instrument @ 1260 Location 82
Injection Date : 6/172022 10:30:51 AM Inj : 1
Inj Volume : 5.000 nl
bdcg. Method : D:ZHPLCYDatab 20220601%4 2022-06-01 09-44-10%4ADH{1-6)-95-5-50L-1nl-30nin-
220mm. M
Last changed r 6172022 11:21:10 AM by SYSTEM

[modified after loading)

Analysis Method : D:\HPLC\Data\Z0220601%A Z022-06-01 09-44-10%ADH{1-6)-25-5-5UL-1nl-30nin-
Za0mm.M (Fequence Method)

Last changed P B/172022 12:55:42 PM by 3YVITEM
[modified after loading)

Additional Info : Peak(z) marmally integrated

WD A, WMiguelength=2 66 nm (0:WHP LC'\Da@'2 02 2060104 Z072-06- 01 09 -4 100AT 00
mAL 7]
400 =
o0
5
3460 o
300
2460 o
200
140 o
100
a0 o 5
i
o
o0
o . A
o 5 10 15 Py P 3 35 4
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Iilution : 1.0000
Do not use Multiplier & Dilution Factor with IATDs
Signal 1: VWDl A, Wawelehgth=Z66 hm
Peak FetTime Type Width Area Height Area
# [min] [min] [mdlT*s5] [ wdIT] %
=== |====]======= | =m=—mm—— |- |-===--——
1l Z25.809 BB 0.8130 1.96535e4 362.83182 94,7681
Z 33.625 BB 0.9329 1085.042385 16. 14867 5.2319
1260 67172022 12:55:45 PM 3YSTEM Page 1 of 2
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Data File E:\DATAY CGXG\CEIG-3C-15-90B 202Z1-07-04 09-30-364CGXG-5C-15-90B.D
Sample Name: CGXG-3C-15-90B

Acg. Operator : AYITEM Seq. Line : 1
Acg., Instrument : 1260 Location : 31
Injection Date @ T7/4/20Z1 9:32:09 AM Inj : 1
Inj Wolume : 5.000 pl
Ao, Method t E:\DATAY CGEAGNCGEXG-5C-15-90B 2021-07-04 09-30-364CGXG-2-IE-95-5-254DAD-1ML-
JOMIN-S5TL.M
Last changed P74/ 2021 9:52:00 AM by SYSTEM

jmodified after loading)

Analysiz Method : E:\DATAY CGEXG\CGHG-3C-15-90B 2021-07-04 09-30-36%CG{G-2-IE-95-5-254DAD-1ML-
SJOMIN-5UL.M (Sequence Method)

Last changed r FALTAE02L1 5:47:38 PM by 3YITEHM
[modified after loading)

Additional Info @ Peak(s] nmanually integrated

"DADT, Gig=270,2 Ref=off, EXT of COAG-5 C-15-008.0
mAkl =) z
(=]
70 =
G0 o
50
40_
30
20+
10
) ) A .
T T T T T T T T T
1} 2 4 [} 2 10 12 14 16 18
Area Percent Report
Sorted By H Sigmal
Multiplier H 1.0000
Dilution : 1.0000
Do not use Multiplier & Dilution Factor with ISTDs
Sigral 1: DADL, 5ig=270,2Z Ref=off, EXT
%ignal has been modified after loading from rawdata file!
Feak RetTime Type Width Lrea Height Lrea
# [min] [min] [mal*s] [walr] %
=== |====l=====—- | === | === |-====-== |
1 11.90Z BB 0.3600 1738.35571 71.93020 49,7479
2 13.950 BE 0.3757 1755.97742 69.52423 50.2521
1260 7/17/2021 5:47:41 PM 3YSTEM Page 1 of 2
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Data File E:\DATAY CGHG,CEIG-3-5C-15-504 2021-07-17 08-40-51%CEXG-3-5C-15-59041.D
Sample Name: CGHG-3-3C-15-904

Acg. Operator : AYITEM Seq. Line : 2
Acg., Instrument : 1260 Location : 71
Injection Date @ T7/17/2021 §:53:31 4AM Inj : 1
Inj Wolume : 5.000 pl
Ao, Method i E:\DATAY CGEAGYCGXG-3-5C-15-904 2021-07-17 08-40-51\CEHG-2-TE-95-5-254DAD-1ML
-30MIN-5TUL. M
Last changed POTALTS2021 901440 AM by 3YSTEM

jmodified after loading)

Analysiz Method : E:\DATAY CGHG\CEHG-3-53C-15-904 2021-07-17 08-40-51\CEG-2-IE-95-5-254DAD-1ML
-30MIN-5TUL.M (Secquence Method)

Last changed r FALTAE021 5:48:26 PM by 3YITEHM
[modified after loading)

DADT B, Sig=254,4 Retf=360, 100 (EADATAC GHEWGKG-3-5C-15-00 4202 1-07-17 08-40- 510 GHG-3-5C-15-0041.00
mAall ] 2
40_
35
30
245
20
154
10
57 2
=1
s
D_ T
T T T T T T T T T
1] 3 =+ ] g 10 12 14 16 18
ALrea Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution : 1.0000
Do not use Multiplier & Dilution Factor with ISTDs
Signal 1: DADL B, 53ig=254,4 Ref=360,100
FPeak RetTime Tvype Width Area Height Area
# [min] [min] [mal*=] [marr] %
el |====]-=-=--=-- | === | === |--==--—= |
1 11.872 BE 0.3616 10595,14473 4472906 97,1312
Z 14.00% BE 0.2731 32.345587 1.39722 2.8655
Totals : 1127.49064 46. 12627
1260 7/17/2021 5:48:29 PM 53Y5TEM Page 1 of 2
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Data File E:\DATAYCGHG,CEIG-3-151-5C-100 Z021-07-16 11-53-354CGXG-3-151-5C-1001.D
Sample Name: CGXG-3-151-FaC

Acg. Operator : AYITEM Seq. Line : 2
Acg., Instrument : 1260 Location : 71
Injection Date : T7/16/2021 12:06:12 PM Inj : 1
Inj Wolume : 5.000 pl
Ao, Method t E:\DATAY CGEAGYCGEXG-3-151-5C-100 2021-07-16 11-53-35%\CEXG-2-TE-95-5-254DAD-
IML-30MIN-5UL. M
Last chatged v 7/16/2021 12:36:31 PM by SYSTEM

jmodified after loading)

Analysiz Method : E:\DATAY CGHGN\CGEHG-3-151-5C-100 2021-07-16 11-53-35\CEAG-2-IE-95-5-254DAD-
1ML-30MIHN-5UL.M [(Sequence Methaod)

Last changed r FALTAE021 5:39:15 PM by 3YITEHM
[modified after loading)

Additional Info @ Peak(s] nmanually integrated

OADT B, Sig= 2544 Ref=360, 100 (E-DAT AW GH GVLGH G-3-161- 8- 100 202 1-07-16 11-80-30C G G-3-141-5 G- 100109
Al b
=
o
200 o 2
150
100
50
0 T
T T T T T T T T T
1} 2 4 [} 2 10 12 14 16 18 min
Area Percent Report
Sorted By H Sigmal
Multiplier H 1.0000
Dilution : 1.0000
Do not use Multiplier & Dilution Factor with ISTDs
Sigrnal 1: DAD] B, Sig=254,4 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [wal*s] [wAlT] %

el R === ] =mmmmm- e |- =mmmmmme- [-=—m--—- |
1 53.854 BB 0.1959 3055.35693 231.66972 49,6505
Z 10.380 BB 0.2365 3098.33350 195.87973 50,3492
Totals : 6153.659043 427.54945

laa0 771772021 5:39:19 PM AVSTEM Page 1 of 2
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Data File E:\DATAYCGHG,CEIG-3-151-5C-100 Z021-07-16 11-53-35%CGXG-3-151-5C-1002.D
Sample Name: CGAG-3-151-3

Acg. Operator : AYITEM Seq. Line : 3
Acg., Instrument : 1260 Location : 72
Injection Date : T7/16/2021 12:358:350 PM Inj : 1
Inj Wolume : 5.000 pl
Ao, Method t E:\DATAY CGEAGYCGEXG-3-151-5C-100 2021-07-16 11-53-35%\CEXG-2-TE-95-5-254DAD-
IML-30MIN-5UL. M
Last changed P 7Alef2021 1:01:45 PM by 3YSTEM

jmodified after loading)

Analysiz Method : E:\DATAY CGHGN\CGEHG-3-151-5C-100 2021-07-16 11-53-35\CEAG-2-IE-95-5-254DAD-
1ML-30MIHN-5UL.M [(Sequence Methaod)

Last changed p FALTAE021 5:39:40 PM by 3YITEHM
[modified after loading)

Additional Info @ Peak(s] nmanually integrated

DADT B, Sig=254.4 Ref=360,100 (EADAT AC GHGAVCGH G-3-151-5C-100 202 1-07-16 11-63-30CGHG-3-151-5 C- 1002 .

=)
makl | =

200

250 +

200 o

150

100

50+

Sorted By H Sigmal
Multiplier H 1.0000
Dilution : 1.0000

Do not use Multiplier & Dilution Factor with ISTDs

Sigrnal 1: DAD] B, Sig=254,4 Ref=360,100
Peak RetTime Type Width Area Height Area
# [min] [min] [wal*s] [wAlT] %
il |====l-==--==- | === | === |-—==—-—= |
1 8.830 BB 0.1970 193.56895 15.14493 3.4739
2 10.330 BB 0.2438 5517.49558 341.02316 96.5261
Totals : E716.06554 356.16814

1aa0 771772021 5:39:43 PM AVSTEM Page 1 of 2
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Data File E:\DATAY 5C\3C-16-2-5%3C-16-5-FAC-A3-90 Z0Z1-04-0Z 09-54-5443C-16-2-5.D
Sample Name: 3C-16-5-RAC-45%-90

Acg. Operator
Acg., Instrument :
Injection Date

Ao, Method

Last changed H
Analysis Method :

Last changed

Additional Info :

SY3TEN Seq. Line : 1
1280 Location gl
47272021 9F:56:17 AM Inj : 1

Inj Wolume : 5.000 pl

¢ E:A\DATAY 3CH3C-16-2-543C0-16-5-RAC-45-90 Z021-04-02 09-54-5445C-1-A3H-90-10-

DAD-1ML. M

4/2/2021 9:54:54 AM by 5YSTEM

E:\DATAY 5C\3C-16-2-543C0-16-5-RAC-4%3-90 Z021-04-02 09-54-54\3C-1-A5H-90-10-
DAD-1IML. M (Sequence Method)

6/27/2021 10:34:22 FM by SYSTEM

jmodified after loading)

Peak(s) manually integrated

DADT A, Sig=220,4 Ref=360,100 (EADAT A0S CYS C-16-2-005 C-16-5- RAC- A5-90 2021-04-02 09-54-5405C-16-2-5.00
mALl g g
E]
40 g
36
304
245
20
164
10 H
5_
0 —4rerm———
-5 T T T T T T
5 10 15 20 25 30 miny
ALrea Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000
Do not use Multiplier & Dilution Factor with ISTDs
Signal 1: DADL &, 5ig=220,4 Ref=360,100
Peak FetTime Type TWidth Area Height Area
# [min] [min] [mal*=] [marr] %
el |====]-=-=--=-- | === | === |--==--—= |
1l 22.334 BE 0.8360 2543,25391 40.83508 50,1935
2 26.233 BB 0.8144 2525.60669 38.09251 49,3065
Totals : 5076. 88060 78.92759
1260 672772021 10: 34:24 PM 3¥5TEM Page 1 of 2
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Data File E:\DATAY5C\3C-16-2-543C-16-2 Z0Z1-04-02 10-34-12%3C-16-2-5.D
Sample Name: 2C-16-2

Acg. Operator : AYITEM Seq. Line : 1
Acg., Instrument : 1260 Location : gz
Injection Date : 4/2/2021 10:3535:35 4AM Inj : 1
Inj Wolume : 5.000 pl
Ao, Method : E:\DATAYSCY3C-16-2-5%5C-16-2 2021-04-02 10-34-12%5C-1-A5H-%0-10-DAD-1ML. M
Last changed 472720210 10:34:39 AM by SYITEM

jmodified after loading)

Analysis Method : E:\DATAYSCA3C-16-2-5\3C-16-2 2021-04-02 10-34-12%3C-1-4A5H-20-10-DAD-1ML.M |
Gequence Method)

Last changed T BF/27/2021 10:33:49 PM by 5YSTEM
jmodified after loading)

Additional Info : Peak(sz) manually integrated

DADT A, Sig=220,4 Ref=360,100 (EADATASCAVE C-16-2-005 C-16-2 2021- 0402 10-34- 1205 C-16.2-5.00
mAkl =
140
120
100
a0
G0
40 4
20 o
=
o f'\_,w LT
T T T T T
] 10 15 20 25
ALrea Percent Report
Sorted By H Signal
Multiplier H 1.0000
Dilution : 1.0000
Do not use Multiplier & Dilution Factor with ISTDs
Signal 1: DADL &, 5ig=220,4 Ref=360,100
FPeak RetTime Tvype Width Area Height Area
# [min] [min] [mal*=] [marr] %
el |====]-=-=--=-- | === | === |--==--—= |
1 21.992 BE 0.e461 331.77695 g.02809 3.4881
2 25.663 BE 0.9405 9179.581152 142.7056% 96,5119
Totals : 9511.585847 148.73378
1260 672772021 10:33:55 PM 3Y53TEM Page 1 of 2
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Data File D:\LCY\DATA\CGHG,5C-16-46-rach3C-16-46-rac 2021-06-28
Sample Name: 3C-l6-46-rac

19-05-53%3C-16-46-rac.D

oo, Operator @ Fdh Seq. Line 1 1
Sample Operator : F4H
Acg. Instrument : 1200 Location : 6l
Injection Date @ 6/285/2021 7:06:37 FM Inj
Inj Wolume : 5.000 pl
Acg. Method t DN LOVDATANCGHG, SC-16-46-rach30-16-46-rac 2021-06-28 19-05-53\CGXG-ADH-95-5

—-Z6ZNM-1HML-50MIEN-5TL. M
Last changed T 6/28/2021 5:23:03 MM by FEséh

Analysizs Method : DoALCVDATANCGXGE,SC-16-d6-rach30-16-d6-rac 2021-06-28 19-05-53%CEHG-ADH-95-5

—Z6EZNM-1HML-S0MIEN-5TUL.M (Secuence Method)
Last changed : 7/17/2021 5:35:14 PM by R

[modified after loading)
Additional Info @ Peak(s] nmanually integrated

WANDT A, Wawdength=262 nm (D:ALCWOAT SAC G X 545 C- 16-46 -rachs C- 16-a46 -rac 202 1-06-25 19-05-63 48 C- 16-46-rac 0]
makl o
- o
0
Z
70 g
G0 o
50
40_
a0
20
10 H
D .
T T T T T
1} k) 10 15 1] 25 min
Area Percent Report
Sorted By H Sigmal
Multiplier H 1.0000
Dilution : 1.0000
Do not use Multiplier & Dilution Factor with ISTDs
Signal 1: VD1l &, Wawvelength=Z62 nm
Peak RetTime Type Width Area Height Area
# [min] [min] [wal*s] [wAlT] %
il |====l-==--==- | === | === |-—==—-—= |
1 15.312 VB 0.4287 2539.73535 89.47033 52.2215
Z 1B8.689 BB 0.5356 2323.62671 65.12861 47.7782
Totals : 4863.36206 154, 59894
lzo0 7/17/2021 5:35:17 PM HER Page 1 of 2
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Data File D:\LCYDATA,CGXG,SC-16-47-0pt\3C-16-47-opt Z0Z21-06-28

Sample Name: 2C-16-47-opt

oo, Operator @ Fdh
Sample Operator : F4H
Acg. Instrument : 1200

Injection Date : 6/285/2021 5:25:54 I

Jeq. Line 1
Location : Gl
Inj : 1

Inj Wolume : 5.000 pl

17-268-1143C-16-47-opt.D

Ao, Method : DN LCAWDATANCGHGAC-16-47-opth 50-16-47-opt 2021-06-28 17-25-11%CGXG-ADH-95-5
—-Z6ZNM-1HML-50MIEN-5TL. M
Last changed T 6/28/2021 5:23:03 MM by FEséh

Analysizs Method : DiA\LOVDATANCGXG, SC-16-47-opth50-16-47-0pt 2021-06-28 17-28-11%CGRG-ADH-55-5
—Z6EZNM-1HML-S0MIEN-5TUL.M (Secuence Method)

Last changed : 741742021 5:34:54 PM by Fén
[modified after loading)

Additional Info @ Peak(s] nmanually integrated

AT A, Miawdength=262 nm (DALCIOAT A CGE GV C-16-47 -opt\S C-16-47-0pt ZD21-06-25 17-28-11% C- 16-47-opt 0
mAkl E
100
20 o
&0
40_
W
=
20 =
D—v'w-n-n—n—n—n—l‘-\—n"w\—-l—vv\—.v_)l\—
T T T T T
1} k) 10 15 1] 25 min
Area Percent Report
Sorted By Sigmal
Multiplier 1.0000
Dilution 1.0000
Do not use Multiplier & Dilution Factor with ISTDs
Signal 1: VD1l &, Wawvelength=Z62 nm
Peak RetTime Type Width Area Height Area
# [min] [min] [mal#s] [mal] %
il |====l-==--==- | === | === |-—==—-—= |
1 16.014 BV 0.4669 3480.48633 112.61360 82,3388
2 19.985 WV 0.5955 746,54651 15.82673 17.6612
Totals : 4227.03284 128.44033
lzo0 7/17/2021 5:34:57 PM FER Page 1 of 2
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