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1. General Information

All chemicals were obtained from commercial sources and were used as received unless otherwise noted.
All the reactions were carried out under Ar atmosphere. The 'H NMR spectra were recorded on a 400
MHz or 600 MHz NMR spectrometer. The *C NMR spectra were recorded at 100 MHz or 150 MHz.
The *°F NMR spectra were recorded at 376 MHz. Chemical shifts were expressed in parts per million (8)
downfield from the internal standard tetramethylsilane (TMS), and were reported as s (singlet), d
(doublet), t (triplet), dd (doublets of doublet), dt (doublets of triplet), and m (multiplet). The residual
solvent signals were used as references and the chemical shifts were converted to the TMS scale (CDCls:
dH=7.26 ppm, 5 C=77.16 ppm, DMSO-dg: 6 H=2.50 ppm, & C = 39.52 ppm). The coupling constants
J were given in Hz. High resolution mass spectra (HRMS) were obtained via ESI mode by using a
MicroTOF mass spectrometer. The conversion of starting materials was monitored by thin layer
chromatography (TLC) using silica gel plates (silica gel 60 F254 0.25 mm), and components were
visualized by observation under UV light (254 and 365 nm). Column chromatography was performed on
silica gel 200-300 mesh.

Pyridine derivatives® and iodonium ylides? were prepared according to the published procedures.

2. Experimental Section

(1) General procedures for pyridine-assisted fuctionalization of unactivated C(sp*)—H bonds

A Schlenk tube with a magnetic stir bar was charged with pyridine derivatives (0.10 mmol), iodonium
ylides (0.15 mmol), [Cp*RhCI2]. (0.004 mmol, 4.0 mol %), AgSbFs (16 mol %), 2,2-Dimethylbutyric
acid (0.10 mmol), K2CO3 (0.10 mmol), NaOAc (0.10 mmol) and HFIP (0.5 mL) under an N, atmosphere.
The resulting mixture was stirred at 100 <€ for 12 h. After the solvent was removed under reduced
pressure, the residue was purified by column chromatography on silica gel to provide the desired product.

(2) Scale-up Synthesis of 3

Bn
| * _standard conditons Z

= 3 mmol scale X ‘ OH

1a 3a
A Schlenk tube with a magnetic stir bar was charged with pyridine derivatives (3.00 mmol), iodonium
ylides (4.50 mmol), [Cp*RhClI]2 (0.120 mmol, 4.0 mol %), AgSbFs (16 mol %), 2,2-Dimethylbutyric
acid (3.0 mmol), K,COs (3.0 mmol), NaOAc (3.0 mmol) and HFIP (15 mL) under an N, atmosphere.
The resulting mixture was stirred at 100 € for 12 h. Afterwards, it was evaporated under reduced

pressure, and the residue was purified by silica gel chromatography (petroleum ether:Acetone = 5:1) to

afford 3a (724.6 mg, 75%).



(3) Diversification of the Products

HO cl
Bn Oxalyl chloride Bn
N _— > N
» »
= [¢) % (¢]
3a

4, 99%
Compound 3 (0.1 mmol) was dissolved in oxalyl chloride (0.1 mL) and the reaction mixture was stirred
at room temperature for 3 h. Then the reaction mixture was diluted with diethyl ether (3.0 mL) and
washed with water (3.0 mL) and brine (3.0 mL). The filtrate was concentrated in vacuo, and the crude

product was purified by silica gel chromatography (petroleum ether:ethyl acetate = 10:1).

O B (0]
n
N Bn TMSCHN,
- ‘ Benzene || =~
X OH = (ONGg
3a 5, 82%
To a solution of the 3 (0.1 mmol) in benzene (2 mL) was dropwise added trimethylsilyldiazomethane
(TMSCHNz2, 0.15 mL, 0.3 mmol, 2.0 M solution in hexane) at r.t..The resulting mixture was stirred at
room temperature for 12 h. The reaction was quenched by the addition of AcOH (10 L), and the solvent
was removed by vaporation, and the crude product was purified by silica gel chromatography (petroleum

ether:ethyl acetate = 1:1) to afford 5 (27.4 mg, 82%).

Cu(CIO Bn i
N u(ClOy), N

—_— X OH
| MeCN, 0, ||

3a 6, 90%
A Schlenk tube with a magnetic stir bar was charged with 3 (0.1 mmol), Cu(CIO4)2 (0.15 mmol) and
MeCN (0.5 mL) under an O, atmosphere. The resulting mixture was stirred at room temperature for 12
h. Afterwards, it was evaporated under reduced pressure, and the residue was purified by silica gel

chromatography (MeOH:DCM = 1:20) to afford 6 (22.9 mg, 90%).

(4) Mechanistic Studies

Synthesis of rhodacycle [Rh-Py] complex

Cl e
X Cp
N S AgSbFg "
+ * —_—
Z P™22 bom, R 24 L |
1p [Rh-Py], 25%

A Schlenk tube with a magnetic stir bar was charged with [RhCp*Cl;]. (31.3 mg, 0.05 mmol), AgSbFs
(70.4 mg, 0.20 mmol, 4 equiv), 2-(tert-butyl)pyridine (67.6 uL, 0.50 mmol, 10 equiv), and CH,Cl (0.75
mL) under an N, atmosphere. The resulting mixture was stirred at room temperature for 24 h and then

diluted with 3 mL of dichloromethane. The solution was filtered through a celite pad and washed with



10-20 mL of dichloromethane. The filtrate was concentrated and the residue was purified by column

chromatography on alumina to provide the complex as a orange solid.

[Rh-Py] complex catalyzed alkylation of 2-(tert-butyl)pyridine

SN o} [Rh-Py] (13 mol%) HO
L . o~ AgSbFe NG
2,2-Dimethylbutyric acid, ‘
o K,CO3, NaOAc, HFIP = o
1p 2a 3p, 72%

A Schlenk tube with a magnetic stir bar was charged with 2-(tert-butyl)pyridine (0.10 mmol), iodonium
ylides (0.15 mmol), [Rh-Py] complex (0.013 mmol, 13.0 mol %), AgSbFs (13 mol %), 2,2-
Dimethylbutyric acid (0.10 mmol), K,COs3 (0.10 mmol), NaOAc (0.10 mmol) and HFIP (0.5 mL) under
an N atmosphere. The resulting mixture was stirred at 100 <€ for 12 h. After the solvent was removed
under reduced pressure, the residue was purified by column chromatography on silica gel to provide the

desired product.

The reaction of stoichiometric amounts of [Rh-Py] complex with iodonium ylides

Cl cp* No [RhCp*Cly], HO
N~ Rh /| £ AgSbFg N
! 2,2-Dimethylbutyric acid, | =~
K,CO3, NaOAc, HFIP % o
[Rh-Py] 3p, 51%

A Schlenk tube with a magnetic stir bar was charged with [Rh-Py] complex (0.05 mmol), iodonium
ylides (0.075 mmol), AgSbFs (16 mol %), 2,2-Dimethylbutyric acid (0.05 mmol), K.COs (0.05 mmol),
NaOAc (0.05 mmol) and HFIP (0.25 mL) under an N, atmosphere. The resulting mixture was stirred at
100 <€ for 12 h. After the solvent was removed under reduced pressure, the residue was purified by

column chromatography on silica gel to provide the desired product.

H/D Exchange experiment

Me o modified standard OH
1< conditions P
N\ Me . ph” ¢ y
\ HFIP-d;, 8 h MeE"
= o) (0]
1a 2a no deuteration

A Schlenk tube with a magnetic stir bar was charged with 1a (0.10 mmol), 2a (0.15 mmol), [Cp*RhCl;].
(0.004 mmol, 4.0 mol %), AgSbFs (16 mol %), AdCOOD (0.10 mmol), K,CO3 (0.10 mmol), NaOAc
(0.10 mmol) and HFIP-d, (0.5 mL) under an N2 atmosphere. The resulting mixture was stirred at 100 €
for 8 h. After the solvent was removed under reduced pressure, the residue was purified by column

chromatography on silica gel to provide the desired product, giving the product in 80% vyield.



'H NMR of product 3a-dn in the H/D Exchange experiment
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4, Characterization Data
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3-hydroxy-2-(2-methyl-3-phenyl-2-(pyridin-2-yl)propyl)cyclohex-2-en-1-one (3a).
Yellow solid (28.2 mg, 88%, m.p. 78 - 79 °C), eluent: PE/Acetone = 5:1. 'H NMR (600 MHz,
Chloroform-d) & 14.26 (s, 1H), 8.76 — 8.00 (m, 1H), 7.64 (td, J = 7.8, 1.9 Hz, 1H), 7.23 (ddd, J = 7.4,
5.1, 1.1 Hz, 1H), 7.13 (d, J = 8.2 Hz, 1H), 7.10 — 7.06 (m, 1H), 7.03 (dd, J = 8.2, 6.6 Hz, 2H), 2.99 —
2.77 (m, 4H), 2.55 — 2.29 (m, 4H), 1.92 — 1.89 (m, 2H), 1.45 (s, 3H). 3C NMR (150 MHz, Chloroform-
d) 6 199.5, 176.0, 166.7, 145.9, 137.9, 137.6, 130.3, 127.6, 126.2, 123.4, 121.9, 112.8, 50.4, 46.7, 37.2,
32.0, 30.4, 26.4, 21.1. HRMS (ESI-TOF) m/z: [M + H]* Calcd for C21H2NO,* 322.1802, Found:
322.1804.
pS

N OH

e
3-hydroxy-2-(2-methyl-2-(pyridin-2-yl1)-3-(p-tolyl)propyl)cyclohex-2-en-1-one (3b).
Red oil (24.1 mg, 72%), eluent: PE/Acetone = 5:1. *H NMR (400 MHz, Chloroform-d) § 8.43 (dd, J =
5.1, 1.7 Hz, 1H), 7.64 (td, J = 7.8, 1.9 Hz, 1H), 7.23 (ddd, J = 7.5, 5.0, 1.0 Hz, 1H), 7.15 (d, J = 8.1 Hz,
1H), 6.85 (d, J = 7.7 Hz, 2H), 6.42 (d, J = 7.9 Hz, 2H), 2.97 — 2.78 (m, 4H), 2.39 (m, 4H), 2.23 (s, 3H),
1.95-1.85(m, 2H), 1.43 (s, 3H).*.C NMR (100 MHz, Chloroform-d) & 199.5, 176.0, 166.9, 145.9, 137.5,

135.6, 134.7, 130.2, 128.3, 1235, 121.9, 112.9, 50.1, 46.7, 37.2, 31.8, 30.4, 26.4 , 21.1. HRMS (ESI-
TOF) m/z: [M + H]* Calcd for C22H26NO2* 336.1958, Found: 336.1961.

2-(3-(4-(tert-butyl)phenyl)-2-methyl-2-(pyridin-2-yl)propyl)-3-hydroxycyclohex-2-en-1-one (3c).
Colorless oil (26.4 mg, 70%), eluent: PE/Acetone = 5:1. *H NMR (400 MHz, Chloroform-d) § 14.27 (s,
1H), 8.43 (ddd, J = 5.1, 1.9, 0.9 Hz, 1H), 7.68 — 7.62 (m, 1H), 7.26 — 7.22 (m, 1H), 7.19 (d, J = 8.2 Hz,
1H), 7.07 — 7.03 (m, 2H), 6.50 — 6.42 (m, 2H), 2.93 — 2.81 (m, 4H), 2.46 — 2.33 (m, 4H), 1.93 — 1.87 (m,
2H), 1.44 (s, 3H), 1.23 (s, 9H).*C NMR (150 MHz, Chloroform-d) & 199.5, 175.9, 166.9, 149.0, 145.8,
137.6,134.7,129.9, 124.5,123.5,121.9,112.9,50.1, 46.8,37.2,34.4,31.7,31.4, 30.4, 26.6, 21.1. HRMS
(ESI-TOF) m/z: [M + H]* Calcd for C2sH3NO2* 378.2428, Found: 378.2425.



2-(3-(4-fluorophenyl)-2-methyl-2-(pyridin-2-yl)propyl)-3-hydroxycyclohex-2-en-1-one (3d).
Yellow oil (27.1 mg, 80%), eluent: PE/Acetone = 5:1. *H NMR (400 MHz, Chloroform-d) & 8.44 (d, J =
3.6 Hz, 1H), 7.65 (td, J=7.8, 1.9 Hz, 1H), 7.24 (ddd, J = 7.5, 5.1, 1.1 Hz, 1H), 7.12 (d, J = 8.1 Hz, 1H),
6.72 (t, J = 8.7 Hz, 2H), 6.47 (dd, J = 8.5, 5.6 Hz, 2H), 2.95 — 2.80 (m, 4H), 2.43 -2.36 (m, 4H), 1.95 —
1.86 (m, 2H), 1.43 (s, 3H). *C NMR (100 MHz, Chloroform-d) § 199.4, 176.0, 166.5, 161.5 (d, J = 244.3
Hz), 146.0, 137.6, 133.5(d, J=3.5Hz), 131.5 (d, J=7.9 Hz), 123.3, 122.0, 114.4 (d, J = 20.9 Hz), 112.6,
49.4, 46.6, 37.2, 31.9, 30.3, 26.2, 21.0. °F NMR (377 MHz, Chloroform-d) & -117.09. HRMS (ESI-
TOF) m/z: [M + H]* Calcd for C1H2sFNO,* 340.1707, Found: 340.1702.
S
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2-(3-(4-chlorophenyl)-2-methyl-2-(pyridin-2-yl)propyl)-3-hydroxycyclohex-2-en-1-one (3e).
Red oil (23.8 mg, 71%), eluent: PE/Acetone = 5:1. 'H NMR (600 MHz, Chloroform-d) § 14.02 (s, 1H),
8.45 (dd, J =5.2, 1.7 Hz, 1H), 7.66 (td, J = 7.8, 1.8 Hz, 1H), 7.26 — 7.23 (m, 1H), 7.13 (d, J = 8.2 Hz,
1H), 7.01 (d, J = 8.4 Hz, 2H), 6.44 (d, J = 8.4 Hz, 2H), 2.93 — 2.82 (m, 4H), 2.47 — 2.34 (m, 4H), 1.94 —
1.88 (m, 2H), 1.44 (s, 3H). *C NMR (150 MHz, Chloroform-d) § 199.3, 175.9, 166.3, 146.0, 137.5,
136.2, 132.0, 131.4, 127.6, 123.1, 121.9, 112.5, 49.5, 46.4, 37.1, 31.9, 30.2, 26.1, 20.9. HRMS (ESI-
TOF) m/z: [M + H]* Calcd for C21H23CINO,* 356.1412, Found: 356.1400.
S
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2-(3-(4-bromophenyl)-2-methyl-2-(pyridin-2-yl)propyl)-3-hydroxycyclohex-2-en-1-one (3f).
Colorless oil (30.7 mg, 77%), eluent: PE/Acetone = 5:1. *H NMR (400 MHz, Chloroform-d) & 14.07 (s,
1H), 8.45 (d, J = 3.4 Hz, 1H), 7.67 (td, J = 7.8, 1.9 Hz, 1H), 7.27 — 7.23 (m, 1H), 7.17 (s, 1H), 7.16 —
7.13 (m, 2H) 6.39 (d, J = 8.3 Hz, 2H), 2.94 — 2.82 (m, 4H), 2.47 — 2.34 (m, 4H), 1.95 — 1.88 (m, 2H),
1.44 (s, 3H). 3C NMR (150 MHz, Chloroform-d) 8 199.4, 176.0, 166.3, 146.1, 137.7, 136.8, 131.9, 130.7,

123.2, 122.0, 120.2, 112.5, 49.6, 46.4, 37.1, 31.9, 30.3, 26.2, 21.0. HRMS (ESI-TOF) m/z: [M + H]*
Calcd for C21H24BrNO2* 400.0907, Found: 400.0895.
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3-hydroxy-2-(2-methyl-2-(pyridin-2-yl)-3-(o-tolyl)propyl)cyclohex-2-en-1-one (3g).
Brown oil (29.2 mg, 87%), eluent: PE/Acetone = 5:1. *H NMR (400 MHz, Chloroform-d) § 8.48 (d, J =
3.9 Hz, 1H), 7.53 (td, J = 7.9, 1.9 Hz, 1H), 7.24 (ddd, J = 7.4, 5.1, 1.1 Hz, 1H), 7.05 - 7.00 (m, 1H), 6.96
(dd, J=7.7, 1.6 Hz, 1H), 6.91 (td, J = 7.4, 1.6 Hz, 1H), 6.82 (d, J = 8.2 Hz, 1H), 6.49 (dd, J=7.7, 1.3
Hz, 1H), 3.12 — 3.08 (m, 1H), 2.94 — 2.84 (m, 3H), 2.49 — 2.33 (m, 4H), 1.96 — 1.88 (m, 2H), 1.74 (s,
3H), 1.46 (s, 3H). **C NMR (100 MHz, Chloroform-d) 6 199.3, 175.9, 166.4, 145.9, 137.6, 137.3, 136.1,

131.0, 130.0, 126.2, 124.9, 123.5, 121.9, 112.8, 47.0, 45.1, 37.1, 32.7, 30.2, 26.4, 20.9, 19.4. HRMS
(ESI-TOF) m/z: [M + H]* Calcd for C21H26NO>* 336.1958, Found: 336.1961.

2-(3-(2-fluorophenyl)-2-methyl-2-(pyridin-2-yl)propyl)-3-hydroxycyclohex-2-en-1-one (3h).

Dark red oil (24.8 mg, 73%), eluent: PE/Acetone = 5:1. *H NMR (400 MHz, Chloroform-d) § 14.24 (s,
1H), 8.45 (d, J = 3.5 Hz, 1H), 7.63 (td, J = 7.8, 1.8 Hz, 1H), 7.28 — 7.24 (m, 1H), 7.12 — 7.05 (m, 2H),
6.86 (td, J = 7.5, 1.2 Hz, 1H), 6.79 (dd, J = 9.6, 8.1, 1H), 6.62 (td, J = 7.6, 1.8 Hz, 1H), 3.05 — 2.86 (m,
4H), 2.46 — 2.33(m, 4H), 1.93 — 1.87 (m, 2H), 1.45 (s, 3H). NMR (150 MHz, Chloroform-d) & 199.2,
175.9, 166.2, 162.5 (d, J = 242.4 Hz), 145.9, 140.2 (d, J = 6.9 Hz), 137.4, 128.8 (d, J = 8.7 Hz), 125.8,
123.0, 121.9, 116.7 (d, J = 20.8 Hz), 112.9 (d, J = 20.8 Hz), 112.4, 49.9, 46.4, 37.0, 31.7, 30.1, 26.2,
20.8. F NMR (565 MHz, Chloroform-d) & -115.88. HRMS (ESI-TOF) m/z: [M + H]* Calcd for
C21H23FNO,* 340.1707, Found: 340.1703.

2-(3-(2-bromophenyl)-2-methyl-2-(pyridin-2-yl)propyl)-3-hydroxycyclohex-2-en-1-one (3i).

Yellow solid (23.5 mg, 59%, m.p. 75 - 76 °C), eluent: PE/Acetone = 5:1. 'H NMR (600 MHz,
Chloroform-d) 6 14.45 (s, 1H), 8.47 (d, J = 3.4 Hz, 1H), 7.55 (td, J = 7.8, 1.8 Hz, 1H), 7.37 (d, J = 6.6
Hz, 1H), 7.26 — 7.23 (m, 1H), 7.06 (td, J = 7.5, 1.3 Hz, 1H), 6.98 (td, J = 7.7, 1.7 Hz, 1H), 6.85 (d, J =
8.1 Hz, 1H), 6.69 (dd, J = 7.6, 1.7 Hz, 1H), 3.11 — 2.95 (m, 4H), 2.50 — 2.41 (m, 2H), 2.39 — 2.34 (m,
2H), 1.94 - 1.89 (m, 2H), 1.49 (s, 3H). *C NMR (150 MHz, Chloroform-d) § 199.4, 176.3, 165.8, 146.0,
137.7, 137.6, 132.8, 132.3, 127.9, 126.9, 126.6, 123.5, 122.2, 112.6, 47.6, 47.1, 37.2, 32.5, 30.4, 26.5,
21.0. HRMS (ESI-TOF) m/z: [M + H]* Calcd for C21H23BrNO,* 400.0907, Found: 400.0897.
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3-hydroxy-2-(2-methyl-2-(pyridin-2-yl)-3-(2-(trifluoromethyl)phenyl)propyl)cyclohex-2-en-1-one (3j).
Yellow solid (21.8 mg, 56%, m.p. 109 - 110 °C), eluent: PE/Acetone = 5:1. *H NMR (600 MHz,
Chloroform-d) & 14.38 (s, 1H), 8.54 — 8.43 (m, 1H), 7.56 — 7.50 (m, 2H), 7.30 — 7.19 (m, 3H), 6.86 (d, J
=8.1 Hz, 1H), 6.76 (d, J = 7.5 Hz, 1H), 3.21 (m, 2H), 3.02 — 2.93 (m, 2H), 2.41 (m, 4H), 1.94 — 1.90 (m,
2H), 1.45 (s, 3H). **C NMR (150 MHz, Chloroform-d) 6 199.3, 176.1, 166.4, 146.0, 137.7, 137.1, 132.0,
130.8,129.8 (q, J = 28.9 Hz), 126.4, 126.3 (q, J = 5.9 Hz), 124.3 (g, J = 274.2 Hz), 123.1, 121.5, 112.7,
46.8,44.2,37.2,32.5, 30.4, 27.8, 21.0. °F NMR (565 MHz, Chloroform-d) & -58.44. HRMS (ESI-TOF)
m/z: [M + H]* Calcd for C2;H23FsNO,* 390.1675, Found: 390.1674.
pe
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3-hydroxy-2-(2-methyl-2-(pyridin-2-yl)-3-(m-tolyl)propyl)cyclohex-2-en-1-one (3k).

Colorless oil (29.2 mg, 87%), eluent: PE/Acetone = 5:1. *H NMR (400 MHz, Chloroform-d) & 14.19 (s,
1H), 8.44 (d, J = 4.2 Hz, 1H), 7.65 (td, J = 7.8, 1.9 Hz, 1H), 7.24 (ddd, J = 7.4, 5.3, 1.3 Hz, 1H), 7.15 (d,
J =8.1 Hz, 1H), 6.93 — 6.87 (m, 2H), 6.33 (s, 1H), 6.29 (dt, J = 6.9, 2.0 Hz, 1H), 2.92 — 2.81 (m, 4H),
2.43 —2.35 (m, 4H), 2.14 (s, 3H), 1.94 — 1.87 (m, 2H), 1.44 (s, 3H). *C NMR (150 MHz, Chloroform-
d)8199.5,176.0,166.9, 145.8,137.7,137.4,137.0,131.2, 127.4,127.2,126.9, 123.5, 121.8, 112.8, 50.4,
46.7,37.2,31.9,30.4,26.4,21.3,21.1. HRMS (ESI-TOF) m/z: [M + H]* Calcd for C2,H26NO,* 336.1958,
Found: 336.1955.

2-(3-(3-fluorophenyl)-2-methyl-2-(pyridin-2-y)propyl)-3-hydroxycyclohex-2-en-1-one (3I).

Brown solid (28.2 mg, 83%, m.p. 111 - 112 °C), eluent: PE/Acetone = 5:1. 'H NMR (600 MHz,
Chloroform-d) & 14.11 (s, 1H), 8.46 (dd, J =5.2, 1.7 Hz, 1H), 7.68 (td, J = 7.8, 1.8 Hz, 1H), 7.28 — 7.25
(m, 1H), 7.17 (d, J = 8.1 Hz, 1H), 7.01 (td, J = 8.0, 6.2 Hz, 1H), 6.79 (td, J = 8.5, 2.5 Hz, 1H), 6.37 (d, J
= 7.6 Hz, 1H), 6.16 (dt, J = 10.3, 2.0 Hz, 1H), 2.96 — 2.83 (m, 4H), 2.49 — 2.33 (m, 4H), 1.94 — 1.89 (m,
2H), 1.46 (s, 3H). °C NMR (150 MHz, Chloroform-d) & 199.4, 176.0, 166.3, 162.2 (d, J = 245.3 Hz),
146.1, 140.4 (d, J = 6.8 Hz), 137.7, 128.9 (d, J = 8.7 Hz), 126.0 (d, J = 2.3 Hz), 123.2, 122.1, 116.8 (d,
J=20.9 Hz), 113.1 (d, J = 20.9 Hz), 112.6, 50.0, 46.6, 37.1, 31.9, 30.3, 26.3, 21.0. 1°F NMR (376 MHz,
Chloroform-d) § -114.36. HRMS (ESI-TOF) m/z: [M + H]* Calcd for C21H23sFNO-* 340.1707, Found:
340.1707.
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3-hydroxy-2-(2-methyl-2-(pyridin-2-yl)-3-(3-(trifluoromethyl)phenyl)propyl)cyclohex-2-en-1-one
(3m).
Dark red oil (26.5 mg, 68%), eluent: PE/Acetone = 5:1. *H NMR (400 MHz, Chloroform-d) & 8.46 (dd,
J=5.6, 1.6 Hz, 1H), 7.65 (td, J = 7.8, 1.8 Hz, 1H), 7.37 — 7.32 (m, 1H), 7.28 — 7.24 (m, 1H), 7.20 (t, J =
7.7 Hz, 1H), 7.09 (d, J = 8.2 Hz, 1H), 6.87 (d, J = 7.7 Hz, 1H), 6.49 (s, 1H), 2.96 — 2.84 (m, 4H), 2.44 —
2.34 (m, 4H), 1.94 — 1.88 (m, 2H), 1.46 (s, 3H). *3C NMR (150 MHz, Chloroform-d) § 199.5, 176.1,
166.1, 146.2, 138.8, 137.7, 133.7, 129.8 (q, J = 31.8 Hz), 128.0, 126.6 (g, J = 3.4 Hz), 124.1 (d, J = 271.7
Hz), 123.0 (q, J = 3.8 Hz), 122.2, 112.5, 106.1, 50.0, 46.5, 37.1, 32.0, 30.3, 26.1, 21.0. *F NMR (377
MHz, Chloroform-d) & -62.80. HRMS (ESI-TOF) m/z: [M + H]* Calcd for Cx2H23FsNO2* 390.1675,
Found: 390.1678.
e
N OH

X

‘ = Br

e
2-(3-(2-bromo-5-methoxyphenyl)-2-methyl-2-(pyridin-2-yl)propyl)-3-hydroxycyclohex-2-en-1-one
(3n).
Yellow oil (29.1 mg, 68%), eluent: PE/Acetone = 5:1. 'H NMR (400 MHz, Chloroform-d) & 14.31 (s,
1H), 8.49 (ddd, J =5.1, 1.9, 0.9 Hz, 1H), 7.65 — 7.46 (m, 1H), 7.32 — 7.17 (m, 2H), 6.93 (d, J = 8.1 Hz,
1H), 6.57 (dd, J = 8.8, 3.0 Hz, 1H), 6.17 (d, J = 3.0 Hz, 1H), 3.60 (s, 3H), 3.14 — 2.89 (m, 4H), 2.42 (m,
4H), 1.94 —1.91 (m, 2H), 1.51 (s, 3H). 3C NMR (100 MHz, Chloroform-d) & 199.4, 176.3, 166.0, 158.1,
146.1, 138.6, 137.8, 133.2, 123.6, 122.2, 117.4, 117.2, 114.4, 112.7, 55.3, 47.9, 47.2, 37.2, 32.6, 30.5,
26.6, 21.1. HRMS (ESI-TOF) m/z: [M + H]* Calcd for C2,H2sBrNO3* 430.1012, Found: 430.1007.

b
N OH

N

ee
3-hydroxy-2-(2-methyl-3-(naphthalen-1-yl)-2-(pyridin-2-yl)propyl)cyclohex-2-en-1-one (30).

White solid (25.2 mg, 68%, m.p. 49 - 50 °C), eluent: PE/Acetone = 5:1. *H NMR (400 MHz, Chloroform-
d) & 14.51 (s, 1H), 8.48 (dd, J=5.1, 1.8 Hz, 1H), 7.71 (dd, J = 8.1, 1.3 Hz, 1H), 7.63 (d, J = 8.2 Hz, 1H),
7.43(d, J=8.6 Hz, 1H), 7.30 (ddd, J = 8.1, 6.6, 1.1 Hz, 1H), 7.26 — 7.15 (m, 3H), 7.12 (ddd, J = 7.5, 5.1,
1.1 Hz, 1H), 6.73 — 6.64 (m, 1H), 6.59 (d, J = 8.1 Hz, 1H), 3.31 — 3.30 (m, 2H), 3.22 — 3.18 (m, 1H),
3.00 — 2.96 (m, 1H), 2.55 — 2.34 (m, 4H), 1.97 — 1.90 (m, 2H), 1.49 (s, 3H).2*C NMR (150 MHz,
Chloroform-d) 6 199.4, 176.1, 166.3, 145.9, 137.1, 134.2,133.4, 133.2, 128.6, 128.3, 126.9, 125.3, 124.9,
124.6, 124.0, 123.5, 121.8, 112.8, 46.9, 44.1, 37.1, 33.4, 30.3, 26.7, 21.0. HRMS (ESI-TOF) m/z: [M +
H]* Calcd for CasH2sNO2* 372.1958, Found: 372.1958.

CF3
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HO
N

N

= O
3-hydroxy-2-(2-methyl-2-(pyridin-2-yl)propyl)cyclohex-2-en-1-one (3p).
Yellow oil (17.7 mg, 72%), eluent: PE/Acetone = 4:1. *H NMR (400 MHz, Chloroform-d) & 14.19 (s,
1H), 8.40 (dd, J =5.1, 1.9, 1H), 7.74 (ddd, J = 8.1, 7.4, 1.9 Hz, 1H), 7.48 (dt, J = 8.2, 1.1 Hz, 1H), 7.21
(dd, J=7.5, 5.1 Hz, 1H), 2.82 (m, 2H), 2.39 (m, 4H), 1.93 — 1.87 (m, 2H), 1.31 (s, 6H). *3C NMR (150
MHz, Chloroform-d) 6 199.5, 175.9, 169.4 , 145.6 , 138.4 , 122.0, 121.7 ,113.4,42.8,37.2, 32.3,
30.4,21.1 .HRMS (ESI-TOF) m/z: [M + H]* Calcd for C15H2oNO,* 246.1489, Found: 246.1491.

3-hydroxy-2-(2-methyl-2-(pyridin-2-yl)butyl)cyclohex-2-en-1-one (3q).

Yellow solid (21.5 mg, 83%, m.p. 57 - 58 °C), eluent: PE/Acetone = 5:1. 'H NMR (400 MHz,
Chloroform-d) 6 8.43 (dd, J=5.2, 1.9 Hz, 1H), 7.75 (ddd, J = 8.2, 7.4, 1.9 Hz, 1H), 7.43 (dt, ) = 8.2, 1.0
Hz, 1H), 7.22 (dd, J = 7.4, 5.2 Hz, 1H), 2.89 — 2.79 (m, 2H), 2.43 — 2.34 (m, 4H), 1.94 — 1.87 (m, 2H),
1.84 —1.87 (m, 2H), 1.25 (s, 3H), 0.64 (t, J = 7.5 Hz, 3H). *3C NMR (150 MHz, Chloroform-d) & 199.4,
175.8,167.9, 145.6, 138.1, 122.5, 121.6, 113.1, 46.0, 37.8, 37.2, 30.5, 29.9, 27.3, 21.1, 8.9. HRMS (ESI-

TOF) m/z: [M + H]* Calcd for C16H22NO>* 260.1645, Found: 260.1640.
HO

3-hydroxy-2-(2-(pyridin-2-yl)propyl)cyclohex-2-en-1-one (3r).

Yellow oil (6.9 mg, 30%), eluent: PE/Acetone = 3:1. *H NMR (600 MHz, Chloroform-d) & 8.42 (d, J =
4.4 Hz, 1H), 7.70 (td, J = 7.7, 1.8 Hz, 1H), 7.28 (d, J = 8.0 Hz, 1H), 7.22 - 7.19 (m, 1H), 3.32 - 3.26 (m,
1H), 2.84 — 2.80 (m, 1H), 2.65 — 2.62 (m, 1H), 2.35 (m, 4H), 1.91 — 1.87 (m, 2H), 1.28 (d, J = 7.2 Hz,
3H). 3C NMR (150 MHz, Chloroform-d) § 207.1, 177.2, 165.6, 146.4, 138.1, 124.2, 121.8, 114.4, 40.4,
26.7,23.3, 20.8. HRMS (ESI-TOF) m/z: [M + H]* Calcd for C14H1sNO* 232.1332, Found: 232.1333.

be
OH
e

3-hydroxy-2-(2-methyl-3-phenyl-2-(quinolin-2-yl)propyl)cyclohex-2-en-1-one (3s).

Yellow solid (19.3 mg, 52%, m.p. 139 - 140 °C), eluent: PE/Acetone = 5:1. *H NMR (600 MHz,
Chloroform-d) & 14.37 (s, 1H), 8.12 (d, J = 8.6 Hz, 2H), 7.84 (dd, J = 8.1, 1.4 Hz, 1H), 7.76 (ddd, J =
8.4, 6.8, 1.4 Hz, 1H), 7.59 (ddd, J = 8.0, 6.8, 1.0 Hz, 1H), 7.39 (d, J = 8.8 Hz, 1H), 7.09 — 7.04 (m, 1H),
6.99 (t, J = 7.5 Hz, 2H), 6.59 (dd, J = 7.8, 1.3 Hz, 2H), 3.15 — 3.04 (m, 2H), 3.03 — 2.97 (m, 2H), 2.39 -
2.38 (m, 4H), 1.91 — 1.89 (m, 2H), 1.54 (s, 3H). **C NMR (150 MHz, Chloroform-d) & 199.3, 175.8,
167.6, 144.8, 137.6, 137.2, 130.4, 130.1, 127.6, 127.5, 126.8, 126.7, 126.7, 126.1, 120.9, 112.7, 50.9,
47.6, 37.1, 30.8, 30.2, 26.2, 21.0. HRMS (ESI-TOF) m/z: [M + H]* Calcd for CasH2sNO,* 372.1958,
Found: 372.1961.
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3-hydroxy-2-(2-methyl-2-(4-methylquinolin-2-yl)-3-phenylpropyl)cyclohex-2-en-1-one (3t).

White solid (20.0 mg, 57%, m.p. 159 - 160 °C), eluent: PE/Acetone = 5:1. *H NMR (600 MHz,
Chloroform-d) & 14.82 (s, 1H), 8.12 (d, J = 8.4 Hz, 1H), 7.99 (dd, J = 8.5, 1.3 Hz, 1H), 7.74 (ddd, J =
8.3, 6.8, 1.3 Hz, 1H), 7.60 (ddd, J = 8.2, 6.9, 1.2 Hz, 1H), 7.18 (s, 1H), 7.10 — 7.04 (m, 1H), 7.00 (t, J =
7.5 Hz, 2H), 6.64 — 6.55 (m, 2H), 3.16 — 3.02 (m, 1H), 3.00 — 2.95 (m, 2H), 2.66 (s, 3H), 2.47 — 2.35 (m,
4H), 1.91 - 1.86 (m, 2H), 1.52 (s, 3H). *3C NMR (150 MHz, Chloroform-d) & 199.4, 176.1, 167.0, 145.7,
144.6, 137.8, 130.2, 130.1, 127.6, 127.2, 127.8, 126.6, 126.2, 123.8, 121.6, 112.7, 50.9, 47.5, 37.2, 30.7,
30.4, 26.3, 21.1, 19.1. HRMS (ESI-TOF) m/z: [M + H]* Calcd for CzsH2sNO,* 386.2115, Found:
386.2116.

3-hydroxy-5-methyl-2-(2-methyl-3-phenyl-2-(pyridin-2-yl)propyl)cyclohex-2-en-1-one (3u).
Yellow oil (25.1 mg, 75%), eluent: PE/Acetone = 5:1. 'H NMR (600 MHz, Chloroform-d) & 14.18 (s,
1H), 8.42 (dd, J = 36.2, 5.0 Hz, 1H), 7.63 (dt, J = 31.2, 7.8 Hz, 1H), 7.24 — 7.19 (m, 2H), 7.09 — 7.01(m,
3H), 6.52 (dd, J = 31.7, 7.4 Hz, 2H), 2.99 — 2.80 (m, 4H), 2.48 — 2.38 (m, 2H), 2.22 — 2.02 (m, 3H), 1.45
—1.42 (m, 3H), 1.04 — 1.00 (m, 3H). **C NMR (150 MHz, Chloroform-d) & 199.4, 175.5, 166.8, 145.9,
137.8, 137.5, 130.2, 127.6, 126.2, 123.5, 121.9, 112.3, 51.2, 47.0, 45.2, 38.6, 31.3, 28.7, 26.4, 21.0.
HRMS (ESI-TOF) m/z: [M + H]* Calcd for CxH2NO,* 336.1958, Found: 336.1959.
10
N OH
~Q
3-hydroxy-5,5-dimethyl-2-(2-methyl-3-phenyl-2-(pyridin-2-yl)propyl)cyclohex-2-en-1-one (3v).
Yellow oil (28.9 mg, 83%), eluent: PE/Acetone = 5:1. 'H NMR (600 MHz, Chloroform-d) & 14.13 (s,
1H), 8.44 (d, J=3.5 Hz, 1H), 7.64 (td, J = 7.8, 1.9 Hz, 1H), 7.24 (ddd, J = 7.5, 5.1, 1.1 Hz, 1H), 7.13 (d,
J=8.1Hz, 1H), 7.10 - 7.07 (m, 1H), 7.04 (dd, J = 8.2, 6.5 Hz, 2H), 6.56 — 6.49 (m, 2H), 2.95 - 2.86 (m,
4H), 2.29 — 2.26 (m, 4H), 1.44 (s, 3H), 1.02 (s, 6H). *C NMR (150 MHz, Chloroform-d) & 198.9, 174.0,
166.6, 145.8, 137.7, 137.4, 130.1, 127.5, 126.1, 123.3, 121.8, 111.4, 51.0, 50.4, 46.7, 44.0, 31.6, 28.8,
28.0, 26.4. HRMS (ESI-TOF) m/z: [M + H]* Calcd for C23H2sNO* 350.2115, Found: 350.2116.
(0] ‘ Ph
N OH

s
5-hydroxy-4-(2-methyl-3-phenyl-2-(pyridin-2-yl)propyl)-1 ,6-dihydro-[1,1'-biphenyl]-3(2H)-one (3w).
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Yellow oil (21.4 mg, 54%), eluent: PE/Acetone = 5:1. *H NMR (600 MHz, Chloroform-d) § 14.32 (s,
1H), 8.43 (d, J = 28.5 Hz, 1H), 7.72 — 7.55 (m, 1H), 7.30 (t, J = 7.6 Hz, 2H), 7.23 (dg, J = 14.4,7.5, 6.7
Hz, 5H), 7.10 — 7.03 (m, 3H), 6.57 — 6.57(m, 2H), 3.30 (m, 1H), 2.96 — 2.89 (m, 4H), 2.69 — 2.64 (m,
4H), 1.50 — 1.47 (m, 3H). 3C NMR (150 MHz, Chloroform-d) § 198.1, 175.0, 166.4, 145.8, 143.5, 137.7,
137.6, 130.2, 128.6, 127.5, 126.7, 126.7, 126.2, 123.4, 121.9, 112.4, 51.2, 47.1, 44.4, 39.2, 37.8, 31.3,
26.50. HRMS (ESI-TOF) m/z: [M + H]* Calcd for C27H2sNO,* 398.2115, Found: 398.2117.

4-hydroxy-3-(2-methyl-3-phenyl-2-(pyridin-2-yl)propyl)-2H-chromen-2-one (3x).

Yellow solid (13.0 mg, 35%, m.p. 125 - 126 °C), eluent: PE/Acetone = 5:1. *H NMR (600 MHz,
Chloroform-d) & 15.50 (s, 1H), 8.51 (d, J = 3.5 Hz, 1H), 7.90 (dd, J = 7.9, 1.7 Hz, 1H), 7.72 (td, ) = 7.7,
1.8 Hz, 1H), 7.46 (ddd, J = 8.7, 7.2, 1.7 Hz, 1H), 7.33 — 7.29 (m, 1H), 7.28 — 7.25 (m, 2H), 7.24 - 7.21
(m, 1H), 7.13 — 7.10 (m, 1H), 7.07 (dd, J = 8.1, 6.5 Hz, 2H), 6.60 — 6.56 (m, 2H), 3.25 — 3.24 (m, 1H),
3.12 - 3.10 (m, 2H), 2.98 — 2.96 (m, 1H), 1.64 (s, 3H). **C NMR (150 MHz, Chloroform-d) & 165.8,
165.6, 164.5, 153.0, 145.6, 138.1, 137.3, 131.3, 130.2, 127.8, 126.5, 123.8, 123.4, 122.3, 117.6, 116.2,
102.0, 50.9, 47.8, 34.1, 26.7. HRMS (ESI-TOF) m/z: [M + H]* Calcd for C24H22NO3* 372.1594, Found:
372.1593.

4-hydroxy-6-methyl-3-(2-methyl-3-phenyl-2-(pyridin-2-yl)propyl)-2H-chromen-2-one (3y).

Yellow solid (25.8 mg, 67%, m.p. 105 - 106 °C), eluent: PE/Acetone = 5:1. *H NMR (600 MHz,
Chloroform-d) & 15.41 (s, 1H), 8.52 (d, J = 3.4 Hz, 1H), 7.72 (t, J = 6.9 Hz, 1H), 7.70 (d, J = 2.1 Hz,
1H), 7.31 (dd, J = 7.4, 5.3 Hz, 1H), 7.28 — 7.24 (m, 2H), 7.16 (d, J = 8.4 Hz, 1H), 7.13 — 7.09 (m, 1H),
7.07 (dd, J=8.1, 6.5 Hz, 2H), 6.60 — 6.55 (m, 2H), 3.26 — 3.24 (m, 1H), 3.14 — 3.09 (m, 2H), 2.99 - 2.97
(m, 1H), 2.39 (s, 3H), 1.63 (s, 3H). **C NMR (150 MHz, Chloroform-d) & 165.7, 165.7, 164.3, 151.0,
145.5, 138.0, 137.2, 132.9, 132.2, 130.1, 127.6, 126.3, 123.7, 123.4, 122.2, 117.1, 115.9, 101.8, 50.7,
47.6, 34.0, 26.5, 20.9. HRMS (ESI-TOF) m/z: [M + H]* Calcd for CzsH24NO3s* 386.1751, Found:
386.1749.

6-chloro-4-hydroxy-3-(2-methyl-3-phenyl-2-(pyridin-2-yl)propyl)-2H-chromen-2-one (3z).

Yellow solid (16.6 mg, 41%, m.p. 94 - 95 °C), eluent: PE/Acetone = 5:1. 'H NMR (600 MHz,
Chloroform-d) 6 15.67 (s, 1H), 8.50 (d, J = 4.0 Hz, 1H), 7.88 (d, J = 2.6 Hz, 1H), 7.75 (td, J = 7.8, 1.8
Hz, 1H), 7.39 (dd, J = 8.7, 2.6 Hz, 1H), 7.34 (ddd, J = 7.5, 5.2, 1.1 Hz, 1H), 7.28 (d, J = 8.2 Hz, 1H),
7.20 (d, J =8.7 Hz, 1H), 7.14 - 7.11 (m, 1H), 7.10 — 7.05 (m, 2H), 3.24 — 3.21 (m, 1H), 3.13 — 3.08 (m,
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2H), 2.97 - 2.95 (m, 1H), 1.63 (s, 3H). *C NMR (150 MHz, Chloroform-d) § 165.6, 165.2, 163.7, 151.4,
145.4, 138.4, 137.1, 131.3, 130.2, 128.9, 127.8, 126.6, 124.0, 123.5, 122.5, 119.0, 117.7, 102.6, 50.8,
47.9, 34.1, 26.8. HRMS (ESI-TOF) m/z: [M + H]* Calcd for CosHa1CINOs* 406.1204, Found: 406.1204.

6-bromo-4-hydroxy-3-(2-methyl-3-phenyl-2-(pyridin-2-yl)propyl)-2H-chromen-2-one (3aa).

Yellow solid (17.5 mg, 39%, m.p. 131 - 132 °C), eluent: PE/Acetone = 5:1. *H NMR (600 MHz,
Chloroform-d) § 15.59 (s, 1H), 8.50 (d, J = 4.5 Hz, 1H), 8.07 — 8.01 (m, 1H), 7.75 (t, J = 7.3 Hz, 1H),
7.54 (d, J = 8.6 Hz, 1H), 7.37 — 7.31 (m, 1H), 7.28 (d, J = 8.1 Hz, 1H), 7.13 (dd, J = 15.2, 7.9 Hz, 2H),
7.08 (t, J = 7.3 Hz, 2H), 6.58 (d, J = 7.3 Hz, 2H), 3.24 — 3.21 (m, 1H), 3.13 - 3.08 (m, 2H), 2.97 — 2.95
(m, 1H), 1.63 (s, 3H). 3C NMR (150 MHz, Chloroform-d) & 165.4, 165.0, 163.5, 151.8, 145.3, 138.3,
137.0,133.9, 130.1, 127.7, 126.4, 123.8, 122.4, 119.3, 117.9, 116.1, 102.5, 50.7, 47.7, 34.0, 26.7. HRMS
(ESI-TOF) m/z: [M + H]* Calcd for C24H2:BrNO3s* 450.0699, Found: 450.0700.

4-hydroxy-7-methoxy-3-(2-methyl-3-phenyl-2-(pyridin-2-yl)propyl)-2H-chromen-2-one (3ab).

Yellow solid (16.4 mg, 41%, m.p. 102 - 103 °C), eluent: PE/Acetone = 5:1. *H NMR (600 MHz,
Chloroform-d) & 15.28 (s, 1H), 8.50 (d, J = 3.5 Hz, 1H), 7.78 (d, J = 8.8 Hz, 1H), 7.71 (td, J = 7.8, 1.8
Hz, 1H), 7.30 (ddd, J = 7.4, 5.2, 1.0 Hz, 1H), 7.25 (d, J = 7.7 Hz, 1H), 7.13 — 7.09 (m, 1H), 7.06 (dd, J
=8.2,6.5 Hz, 2H), 6.80 (dd, J=8.7, 2.5 Hz, 1H), 6.76 (d, J = 2.4 Hz, 1H), 6.60 — 6.56 (m, 2H), 3.84 (s,
3H), 3.23 — 3.21 (m, 1H), 3.11 — 3.06 (m, 2H), 2.98 — 2.95 (m, 1H), 1.63 (s, 3H). 3C NMR (150 MHz,
Chloroform-d) 8 166.0, 165.9, 164.9, 162.5, 154.7, 145.6, 138.0, 137.4,130.2, 127.7,126.4, 124.9, 123.8,
122.3,111.7,111.0, 100.0, 99.4, 55.7, 50.9, 47.7, 34.0, 26.6. HRMS (ESI-TOF) m/z: [M + H]* Calcd for
C2sH24NO4* 402.1700, Found: 402.1702.

Cl l

N O

N

\ P O

3-chloro-2-(2-methyl-3-phenyl-2-(pyridin-2-yl)propyl)cyclohex-2-en-1-one (4).

Dark red oil (34.0 mg, 99%), eluent: PE/EA = 10:1. *H NMR (400 MHz, Chloroform-d) & 8.65 (ddd, J
=438, 1.9, 0.9 Hz, 1H), 7.48 (td, J = 7.8, 1.9 Hz, 1H), 7.09 (ddd, J = 7.6, 4.8, 1.1 Hz, 1H), 7.06 — 7.00
(m, 4H), 6.78 —6.74 (m, 2H), 3.76 — 3.73 (m, 1H), 3.11 - 3.00 (m, 2H), 2.80 — 2.77 (m, 1H), 2.72 — 2.69
(m, 2H), 2.43 — 2.30 (m, 2H), 2.04 — 1.96 (m, 2H), 1.22 (s, 3H). *C NMR (100 MHz, Chloroform-d) &
196.2, 165.1, 154.8, 148.4, 139.1, 135.9, 135.7, 130.5, 127.5, 125.8, 121.4, 121.2, 47.5, 46.6, 39.1, 37.3,
35.7,22.4,21.9. HRMS (ESI-TOF) m/z: [M + H]* Calcd for C21H23sCINO* 340.1463, Found: 340.1460.
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3-methoxy-2-(2-methyl-3-phenyl-2-(pyridin-2-yl)propyl)cyclohex-2-en-1-one (5).

Yellow oil (27.4 mg, 82%), eluent: PE/EA = 1:1. *H NMR (600 MHz, Chloroform-d) § 8.67 (ddd, J =
4.8,1.9,0.9Hz, 1H), 7.47 (td, J = 7.7, 1.9 Hz, 1H), 7.08 — 6.98 (m, 5H), 6.82 — 6.71 (m, 2H), 3.71 — 3.68
(m, 1H), 3.43 (s, 3H), 2.93 — 2.91 (m, 1H), 2.85 — 2.83 (m, 1H), 2.74 — 2.71 (m, 1H), 2.46 — 2.43 (m,
2H), 2.35-2.25 (m, 2H), 1.97 — 1.91 (m, 2H), 1.14 (s, 3H). °C NMR (150 MHz, Chloroform-d) § 198.2,
173.1, 166.5, 148.0, 140.0, 135.3, 130.4, 127.4, 125.5, 121.6, 120.6, 116.5, 54.8, 47.5, 46.5, 36.5, 34.8,
25.0,21.7, 20.7. HRMS (ESI-TOF) m/z: [M + H]* Calcd for C22H26NO* 336.1958, Found: 336.1960.

3-methyl-4-phenyl-3-(pyridin-2-yl)butanoic acid (6).

Yellow oil (22.9 mg, 90%), eluent: CH,Clz/MeOH = 20:1. *H NMR (400 MHz, DMSO-dg) & 11.88 (s,
1H), 8.60 — 8.31 (m, 1H), 7.59 (td, J = 7.7, 1.9 Hz, 1H), 7.17 — 7.10 (m, 2H), 7.08 — 7.01 (m, 3H), 6.69
—6.60 (m, 2H), 3.03 — 3.00 (m, 1H), 2.93 — 2.85 (m, 2H), 2.50 — 2.46 (m, 1H), 1.33 (s, 3H). **C NMR
(100 MHz, Chloroform-d) & 173.3, 165.0, 146.3, 138.3, 136.4, 130.3, 127.9, 126.7, 122.7, 122.6, 53.4,
48.2, 47.2, 43.5, 26.2. HRMS (ESI-TOF) m/z: [M + H]* Calcd for CisH1sNO,* 256.1332, Found:
256.1328.
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5. NMR Spectrum and NRMS Data

vy
068"
68"
106
906"
216
116}
0sez
Loez
8v8z
1982
o8C
1882
868C |
0262 |
Sv6Z |
6102
1202
6202
€e0°L
Ge0'L
£v0'L
Sv0'L
9902
6902
1202
1802
(X492
veEL'L
€22,
szz'L
1622 4
eczL |
S€2'2
=
vvz L
Sz
2z9'L
5292
GE9' LA
8€9°L
8oL
15927
ser's
8zr's
eev's
sev's
Lev8

6Sc vl —

sv0T

0C
faoi
M/ 0°L
L0°L

oo

€0l

f1 (ppm)

20127
Ly'9Z ~
6€0E~
61—
€TLE~

0L'9y —
Lv'0s —

08cLL —

v6'L2L AN
eV ETL ~
0z'9zL —
L9221 W
8z'0el

SgIEL N,
sgeL

€6°'G¥L —

2L 991 —

¥0'9LL —

L8661 —

30 20 10

10

110

120

140

170

f1 (ppm)

17



o]

OH

w2

3hb

B0z
S0LE
Teoy

Fuy

=002
H\wm.o

=501

=o'k

3.

4.0

5

6.
(ppm)

7.0

8.0

8.

T
10.5

T T
12.5 12.0 11.5 11.0

T
13.0

T
13.5

£1

801z
179z ~
LP0E
og'le —
9T L€~

€L9Y —
LL0s —

98°CLL —

18121~
8y’ €CL —
ve'8zZL \_
SLoeL ~
L9VEL ~_
vo'seL —
vazeL

98'SvL —

18991 —

86'GLL —

9’661 —

-10

200 190 180 170 160 51 140 130 120 110 100 90 80 70 60 50 10 30 20 10

210

(ppm)

£1

18



veo b
6£t'L
v88'L 1
006'}
916'L |
62€°Z

2.9, Jf.

f44 4]
vev's
prad]
62’8
Sev'8
LEV'8
orv'e
t444°]

S9TvL —

OH

N

=

B

3c

602
=802
0L

oL

=00}

10

(ppm)

£1

NN
19'92

s0e

11e %
ore~
Lve
6z

v8'9% —
21706 —

962CLL —

06121 ~
ss'€zh T
vSvel

z6'621L 7
zLveL —
95 LEL —

€8'SYL —
00'6¥L —

S6°99L —

16'SLL—

OH

0

M
2
=

8v'66L —

tBu

3c

-10

10

40

150 140 130 120 110 100 90 80 70 60

160

200 190 180

210

(ppm)

19



—

T —

r sorz”
G299 ~
F66C 9€°0€ ~
16'LE —
202 | [FRN

Fouy
0997 —

ooy . 8y6y —

T
6
(ppm)

£1

— H/OO.N
Aoo- 89T~
- 20l EEVLL
=660 £5vLL
/00t €021~
Leeet
Fe €5 1EL
L9'LEL
——=960 05°€EL
€5°EEL
voust )

8091 —

8€°09L —
18291 —
5991 —

€0°9LL —

Lv'66L —

-10

60 50 10 30 20 10

70

90 80

100
(ppm)

3d
T
190 180 170 160 5 140 130 120 110

200

210




60°LLL-—

3d

T
-90  -100 -110 -120 -130 -140 -150 -160 -170 —180 —190 -200 -210

-80

-10

-30

(ppm)

£1

8L0¥L —

3e

=i

=z

e

g

dsod 4

d

o€

0T

(84

(4

ceeoa
--0o-

80

10

(ppm)

21



v6'0z "
81°9z ~
52708~
06'Le —
oLze~

or'or —
G617 —

vSeL —

86'LZ1
6L°€zL —
197221~
[N
y0zeL -
9z'9eL —
652617

0 9rL —

2€'99L —

16°SLL—

1€°66L —

30 20

10

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60

210

(ppm)

£1

v
<
)
_
r—

<
0
N
~

—

€L0VL —

3f

=00}

15

(ppm)

£1

22



coiz”
92'9z ~
££°0€ ~
66'1€ —
FIVEEN

679y —
r9'6v —

65CLL —

92°0Z1 ~\_
80221 —
1zeeL
027081~
06'LEL
98'981 ~
voier

viovL —

9€°99L —

90°9LL —

vy'66L —

3f

-10

20 10

30

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50

210

(ppm)

£1

Greadoa’s

g

eNeecee

2.0

o

6.5

7.0

(ppm)

23



L6l -7
mm,ON\
vv'9z —
62°0€ —
9L2¢ —
cLLe~

SISy~
vo'LY

z8ziL —
6121

vsezL

€621 V
zzozL —
6008} ~
90 1eL 7
oL9gL —

S¥'99L —

v6'SLL—

9€'661L —

OH

N

LS

3g

" H

1‘1

|

| ’ n

ﬁ

-10

20

30

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60

210

(ppm)

£1

9502
1902
6907

A

12

16

(ppm)

24



280z
919z~
€108~
zre—
86'9 \_

ov' oy —
§8'6v —

LrzLL
z8°ZhL
96°ZhL
09°94L
vL9LL V
267121~
€0'€ZL —
1g'gzh <
oL8zl
9,821
05°LEL ~
0z'0vl
yZ oyl 7
68°GL

61191 ~
28291~
81991

G8'GLL—

2z66L —

-10

T
100
1 (ppm)

T
110

88'GLL-—

-120  -130 -140 -150 -160 -170 —-180 —190 -200 -210

-110

-20 -30 -10 -50 -60 -70

-10

£1 (ppm)

25



osvvL —

Br

3i

~zoe
2502

M\.oo”N

602

80

(ppm)

£1

60127
v5'9Z ~
SP0E
GG'2€ —
YT LE L

VTN
Eeyiad

08'59L —

0€'9L —

Lv'66L —

H

-10

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10

210

(ppm)

26



o}
I
N
~

LLEVL —

OH

Ui

H/N_.,m
Endx4

H\@o.w

g4
BL0C

=0}
60
=62'€
=20z

=00}

(ppm)

£1

60'LC —

6822~
908 —
svze
zzi8—

9T vy —
88°9Y —

i

v22LLA
wm.—.N—g
11°g2) |
ov'ezl |
zz'5z1
Le'9zL |
e'0zL |
6e'9zL |
5921 1
9b'9z1 |
¥0'221
£5°621
2.L°621 N
z6'62L Ar
LL0EL

vg'oeL

=

2v99L —

6191 —

1€°66L —

-10

10

40

150 140 130 120 110 100 90 80 70 60

160

200 190 180

210

(ppm)

27



vy'8G- —

-100 -110 -120 -130 -140 -150 -160 -170 —180 -190 -200 210

T
-90

-10 -50 -60 -70

-30

(ppm)

£1

o<
[ vl
© Q@
N NN

B R,

L6l pL —

o

OH
3k

M
kS
=

Wro.v

(ppm)

28



oLz
sz’
9z
€V 0€
€6°LE
12°1€—

€L°9Y —
8¥°05 —

| ‘
‘ A

|

|

i

68°ZLL
88'1ZL
g€zl
O@.@N—/
NN.NNFW
JAQEA%
PRATA SN
€0°281
ov' 28l >
vezer’

88'SvL —

68991 —

2091 —

15661 —

Q

OH

N

A

ge

3k

-10

30

K

70

140 130

150

170

210

(ppm)

£1

»66°0
F00'}
/660
oL
00t
60
2004

0°L
00

Tw.o

Lo

©

(ppm)

29



coiz”
18792 ~
PE0E ~
£6°1E —
6172€

199y —
100§ —

S6°9LL
€Leet
veeet
00921 N
20'9ZL
16821
16'82L
LLLEL ~
Ly ovL
Svovi 7
oL'ovL —

29°CLL
€0°ELL
LLELL
L8'9LL /.

ov'19L ~
€0'e9l
6€99L

90°9LL —

£v'66L —

-10

20 10

30

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50

210

(ppm)

£1

9EPLL-—

T T
-10 -50 -60 -70 -80 -90  -100 -110 -120 -130 -140 -150 -160 -170 —180 -190 -200 -210 -2

-30

-10

(ppm)

£1

30



L6v'9
198'9 |

Sov'8

Fzoz

12

(ppm)

£1

sz’
e1'9z—
P€08 ~
5028 —
6172€~

859y —
000§ —

217901 7

hm.N:g
m¢.vN_.‘4
MN.NN_Q
90°€z} |
60°€Z}
Lzt |
0z'ezt |
00'52L |
Lk |
69921
12921 |
08'921
90'821 |
25°621
vL621
S6'621 \E
.

01991 —

€L°9LL —

05661 —

)

OH
e
CFs

N

3m

|
)

|

l

140

A

-10

30 20 10

40

120 110 100 90 80 70 60

130

200 190 180 170 160 150

210

(ppm)

£1

31



08'29-—

a

OH

N

B

ae
CFy

3m

T
-90  -100 -110 -120 -130 -140 -150 -160 -170 —180 —190 -200 -210

-80

-10

-30

0

(ppm)

£1

60€VL —

)wo.m
=60¢C
m\ND.w

Feov

=,0'¢

Mot
=86'0
=001
/802
J00'L

L0

32

1 (ppm)

10

15 14 13 12

16



801z
992 ~
S 0e~
95°ze —
zzi8~

[F TN
682y~

eSS —

-10

10

40 30 20

AT ANV Vo
50

60

70

69°ZhL
SEVIL M
zTLIL

ov'LiL

612z 7
coezr
6L°eeL ~
SLLELN.
15861 —

oL'ovL —

LL'8gL —

66'G9L —

0€'9LL —

9€'661L —

90 80

100
1 (ppm)

110

Lo
120

130

170 160 150 140

180

200 190
a
OH
S
e
30

210

=00}

80

33

£1

13

16




001z
12792~
££70€ .
SPEE ~
[ VAN

obvy —
16°9Y —

v8CLL —
812k
vSech
Soveh V
z9vel
v6'vel
zesel
66'9Z1
Le'82L
S9'82L
ozeel
ev'eet
9z veEL
cLLEL
€6'GYL

SE'99L —

€L9LL —

Lv'66L —

a

OH

g

Nee

3o

30 20

10

180 170 160 150 140 130 120 110 100 90 80 70 60

90

200

210

(ppm)

£1

88l ¥ —

HO

3p

=66'S

=00'L

S0

(ppm)

34



Lle—

0
zroe

szze /
vz e
z8Tr~

el —

(VA ¥4%
S6'Leh

8€'8¢L —

€9'GYL —

6€'69L —

€6°GLL —

9’661 —

HO

-10

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
1 (ppm)

210

ovr']

VLl
YLl
VL L
8vL L
29L'L
1927,
(4 4]
f44 4]
ver's
L2v'8
€ev'8
SeEV'8
LEV'S

6EY'8

™oL

0L

(ppm)

£1

35



68'8 —

eriz—
PASWXA

Nm‘mmﬁ
150g —
8TLE~
ogLe

Y09y —

cLeL —

Lokzl ~
9szeL

cLeel —

L9°SvL —

G6°L9L —

98'SLL —

8v'661L —

o
3

-10

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10

210

(ppm)

£1

@
e

<

N

> ©

o

—
—

~
©
o
_
T

869°L
NON.N%
oLL L

8Ly'8
sev's

HO.

—€0'¢

0°L
A

- 2oL

%660
6°0
=260

=00}

(ppm)

£1

36



2862

1762

L9z —

6€°08 — -—
Lree — -
Ly'ov

vrvLL— —

zL'eel —

SEoVL —

S9°691L —

oLLLL— -4

HO!

€120 — -

-10

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
1 (ppm)

210

gegL
0681
1061
6L’
siez
ooez
2162
1662
500°€
820°¢
9£0°e
090°€
LeLe
€s51¢
11597
0859
1659
€659
086'9
266'9
50072 4
19072
6v0'L
15072
850°2 ;r
1902
S90°2 “
Y2072
28¢°L
96€°L
[
v162
€852 |
58672
18672 ]
1652 ]
665
vv1 L #
1v1L
9522
8.1
19272
0122
[
6282
ze8L
£vgL
SveL
SLLg
6218

e

=

cLE YL —

=66'C
=02

=86'L

20
10}
SO

=16'L

6°0

(ppm)

£1

37



001z
82°92 ~
YZ0E~
vgoe
8L2E~.

€9'LY —
€6°05 —

Loz
96021
61921
oL 9zL
S.°92)
¥8'921
95221
z9'/21
€L0EL ~
ot/
Lz LEL
292817

8 vyl —

09291 —

98'GLL —

8661 —

o]

OH

30 20

10

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60

210

(ppm)

£1

=3
-3
@
o
2
e

128yl —

bl

OH

=662
L0
Feee

61
e

10

12

16

(ppm)

38



6L°6L
ol'le
2€9C —
vr0E 5
62°0€ 7
62,8 ~

8GLY —
86°05 —

8LCLL
69°L2L
18°'€2h
szozh
19921
€8'92L
8z/2L
v9'L2L —
LlL0gl
szoel
€821 —

09 FYL ~
8LGvL

S0°L9L —

8L°9LL —

vy'66L —

OH

-10

20 10

30

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50

200

(ppm)

£1

951’8

¥gG0'€

L

60'€

Repe
R0z

EVY

ooz

+#20°€

61 L7

ol
7oL

00°L

80

7

1 (ppm)

9

10

15 14 13 12

16

39



s0'1z —
PrOT
zr8e~
ve'Le —

09'8¢ —
L2Sv —

voLy
1z —

ogegLL —

L6TLZL N\
25°eCt ~
LeogL —
L9'zzL “
9z'0ck
15°.€1
v8'LEL

96'SvL —

1991 —

€G°SLL—

vv'e6lL —

-10

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
1 (ppm)

210

€20°L —

vy —

1822~
98z
9587
0982
6.8
5887
Y062
9267
1562
5259
12594
6£5°9 1
9202 1
6202
202
0v0°Z |
€702
0502
€502
€207
52072
81072
€802 7]
180°2
260°2
160°2
0012
zoL°L
1212 ]
oLz
szzL ]
1221 #
€€z,
gezL
1822
622
oveL
8vz L
9292
6292
6£9°2
zv9'L
2592
5592
zev'e
sev'e

N

2yl —

(ppm)

40



5414 AN
00’87 ~
5882 “
69'1E

807~
LL9Y ~
97°06 ~
00157

Sy —

z8ieL \
LeegL ~
L9zl —
[ W
6L0€L

SYLEL
srier”

68'SYL —

29991 —

LOvLL —

66'861 —

-10

180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20

190

210

20

(ppm)

£1

- Flo¢e

v99°Z
2192 Foy
€897 Fzor

689°C _ et

9259~ E Fee'L
9€0°2 \ 20'€
8v0°2 ] Mmo.m
Fwouﬁ\ 102
280°L o't

vee vl —

7

41

10
1 (ppm)

15 14 13 12

16



osez/
8eLe
v8LEN
126~
:u.vv/
80°LY ~\
LZ'Ls /

8v'99L —

66'VLL —

L1861 —

-10

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
1 (ppm)

210

o
I
3]
©

e

o
©
2 ©
~

<
@
N

S6v'SL —

J‘:.m

13

16

(ppm)

42



§L9C —

Sbve —

€8°LY —
26°05 —

€0°20L —

8z'oLL
69°LLL /
wm.NNv”
6¥'€zL
18°€ZL V
050zt ~
18°221
szoel
ge'Lel
zeLeL \
9L'geL
S9'GPL —

80°€SL —
95'¥9k ~\

89°G9L
18691

-10

30 20 10

40

190 180 170 160 150 140 130 120 110 100 90 80 70 60

200

(ppm)

£1

929'L —

6887 —
26T
¥66'C
£60°€ 7
SiLe
8ele
6€z'e
€9Z°¢
1502
v50°Z
290°2
590°L
8902 1
SL0°L
8.0°L
660°L
1oL
$0L°L
601°L
€11 LA
2112
sz1'2
€512
291727
1weL
€522 ]
1522
09Z°2 %

1922 ]
12z ]
voe' ]
1€
olg'L
sze'L
€69'2
169°2
oLz
€2L'1
eeL’L
als'e
zzs'e

L0v'SL—

=0z'e
=9lL'¢
/860

=z
My

o

0

©

43



16702 —

65792 —

L0 —

89°Ly —
92°0G —

98’10} —

€6'ShL
L2k
zzzel
Zrezt
€€zl
L7921
69°L21 V
L1°0€L —
8z'zeL T

8 V9L
SL'S9L AS
92°591

30 20

10

190 180 170 160 150 140 130 120 110 100 90 80 70 60

200

(ppm)

£1

629°L —

LL9°GL —

e @ceeecececxn
~Oor+rvrrreced

d sEaTatEe

15

16

(ppm)

44



1892 —

6LvE —

16 Ly —
18705 —

vLe9l AN
2T89l >
29'59L 7/

l

-10

10

20

10

190 180 170 160 150 140 130 120 110 100 90 80 70 60

200

(ppm)

£1

129'L —

96T
696°C
¥80°€
80lL°¢ W
oelL'e
olze
veze

165Gl —

|

=ize

/SO'L
=0L'e
2o

13

16

(ppm)

45



98'9C —

LLve —

06'Ly —
€8°05 —

S920L —

8Z'9lL /
90°8kL

8v'6LL %
25221 ~\_
66'€2L —
65921
sz
szoeL

19891\
SLg9L
55017

-10

30 20 10

40

190 180 170 160 150 140 130 120 110 100 90 80 70 60

200

(ppm)

£1

282°GL —

€43

¢

=zT¢

e eneraer-caeo
R i e

d sfEsss Tin

%Nm.o

10

12

0

16

(ppm)

46



8992 —

80V —

L' LY —
¥6°05
92°65 ~

1¥'66
v0'00L 7

AN
ST
om.mﬁ/
98'€Tt

mm.vﬁ%
9r'9ZL ~
6LL2L 7
6z0eL 7
L 2EL N
80'8eL 7

L9°SvL —

L YSL —
65291
v6'9L W
26'591
S0'991 N.

-10

30 20 10

40

150 140 130 120 110 100 90 80 70 60

160

190 180

200

(ppm)

£1

e

—

#/0'C
J5S0C
J66°L
60'1L
®60C

zoz
Rs0'g
200}

7

1 (ppm)

47

10

15 14 13 12

16



68 L2~
ogze”

£2°6E~
82'.€ —
soee
poOr
[ iad

1z'ieL
LLzh
18'SZh ~
15221
zs0eL
69'GEL
18°GEL
eoeet

6€8YL —

€851 —

0L's9L —

v2 961 —

-10

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
1 (ppm)

210

mmr.r4
6L6°L
z26°L
v2e'L
826'}
1€6°L |
£€6°1 |
961 |
ove’L

Sv6'L
556°L 7

Bm.;
996'L
8.2z
982'Z
2622
00£Z
80€C
L1e2
Lzee
6282
8zv'e
8ev'z
Fead
6572
gLz
seLz
0€8'C
LS8
8062
6262
osv'e
v89'€
90,'€
95291
192°91
€929
89.°9
cLL9
Y10,
9102
6102
120°2
€202
920°L
0g0°2
LEO'L
FA{A
Y0 L
902
6v0'L
150'2
¥50'L
GS0°L
290°L
€90°L
092°L
sy L
SSvL
Sov'L
89,
8.y,
182
599'8
999°8
899'8
0.9'8
£19'8
v.9'8
9,9'8

T

8.9'8

—L0'¢€

#00°C
Jroe
=v0'C
=/0'}

= Hmo.r
oL

“goe
— Mot

ol

— i™ue
I
JR—

~€0°'}

48

1 (ppm)

10

15 14 13 12

16



1902~
orve”
L0sz”

L18veE~
159

SPov~.
syiv "

SLYS—

05'9LL —
29021 ~
09121 H
es'szL

L8221 “
vroeL

reseL
99'6€L —

6671 —

9’991 —

90°€LL —

0Z'861L —

-10

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
1 (ppm)

210

LzeL
vev'e
6EV'C
14444
8vv'e
esv'e
Lov'e
0052

1582
€882 W.
68T
ce6z f
9662 \
120°€
zv9'9
8v9'0
259'9
159'9
599'9
140°2
GS0°L
€902
X494
AV
8eL'L
evlLA
9512 7 ﬁ
0252
525724

68572
657N
609°L

197,

€LY'8
9’8
6LV'8
S8v'8
881’8

L6v'8

v88'LL —

=80'L
JLe
01

402
¥S0°E
o0z

»€0'L

60

49

1 (ppm)

9

10

15 14 13 12

16



€292 —

8V EY —
8lLLY~
orgy
Lreg—

[A-x44%
v.zeL
69921 7
L6221 A
ogoel
8€9EL —
82'8€L 7

SZovL —

20691 —

€eeLL —

-10

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
1 (ppm)

210

50



Mass Spectrum SmartFormula Report

Analysis Info Acguisition D 2022-04-01 10:11:35

Analysis Name F:\gaofenbian (xiepengfei)\ 0331 RE5 01 12399.4

Method LC_NO UV_P50-1500_6MIN.m Operator Demo User

Sample Name 0331 Instrumen compact 8255754.2017
6
Comment
Acquisition Paramet
Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 vV Set Dry Gas 8.0 1/min
Scan End 1500 m/=z offseharging 2000 V Set Divert Valve Waste
¥ettageona 0 nh Set APCI Heater 0 °C
Intens. +MS, 2.8min #159
x107]
322,804 o
1.00+
0.751 N OH
‘ N
0507 7 O
0.251 231,1247 3
a
120.0804 |
0.00 L L 5 : : | . .
200 400 600 800 1000 1200 1400 miz
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ei¥ Conf N-Rule

322.1804 1 C21H24NOZ2 3z22.1802 -0.9 111.6 1 100.00 11.0 even ok

Mass Spectrum SmartFormula Report

Analysis Info Acquisition D 2022-01-17 23:50:54

Analysis Name F:‘\gaofenbian(xiepengfei)\GHX MsS\0114 BD5_01_11138.d

Method LC_NO UV_P50-1500_6MIN.m Operator Demo User
Sample Name 0114 Instrumen compact 8255754.2017
&
Comment
Acquisition Paramet
Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z oéfseharging 2000 V Set Divert Valve Waste
Yeoitageona 0 nh Set APCI Heater 0 °C
Intens. +MS, 2.1min #118|
x107]
O
336.1961
1.001
0.75 AN OH
=
0.50 O
0.253 231.1244
120.0805 3b
0.00 Ll L . - . - ‘ - :
200 400 600 800 1000 1200 1400 miz
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ei¥ Conf N-Rule
336.1961 1 C22H2EN0O2 336.1958 -0.8 229.4 1 100.00 11.0 even ok
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition D 2022-01-18 0:20:34

Enalysis NameF:\gaocfenbian (xiepengfei)\GHX MS\0114 BE1 01 11142.d

Method LC_NO UV_P50-1500_6MIN.m Operator Demo User
Sample Name 0114 Instrumen compact 8255754.2017
6
Comment
Acquisition Paramet
Source Type EST Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1l/min
Scan End 1500 m/z ©éfs€harging 2000 V Set Divert Valve Waste
Yettageona 0 nA Set APCI Heater 0 °C
Intens. { +MS, 2.2min #126
x107] o
378.2425 ,
1.004
1 N\ OH
0.75 ‘
1 =
0.50 O
0.25 tBu
3c
231.1250
0.00 . —L - - : ‘ - T - T . T - T T
200 400 600 800 1000 1200 1400 mjz
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ej¥ Conf N-Rule
378.2425 1 CZ5H32NO2 378.2428 0.8 177.9 1 100.00 11.0 even ok

Mases Spectrum SmartFormula Report

Analysis Info Acquisition D 2022-01-17 23:43:33

Analysis Name F:\gaofenbian(xiepengfei) \GHX MS\0114 BD4 01 11137.d

Method LC_NO UV_P50-1500_6MIN.m Operator Demo User
Sample Name 0114 Instrumen compact 8255754 .2017
6
Comment
Acquisition Paramet
Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/=z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z SEfs€harging 2000 V Set Divert Valve Waste
¥ettegeona 0 nA Set APCI Heater 0 °C
Intens?. +MS, 1.8min #105
x10/] o
3401702 ,
1.00
N OH
0.75 ‘ A
=
0.504 O
0.25 231.1243 F
120.0804 856.7528 3d
0.00 il A e 1 . . N . . .
200 400 600 800 1000 1200 1400 miz
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ei¥ Conf N-Rule
340.1702 1 C21H23FNO2 340.1707 1.5 174.9 1 100.00 11.0 even ok

52



Mass Spectrum SmartFormula Report

Analysis Info

Analysis Name F:\gaofenbian (xiepengfei)\GHX MS\0114 BC4 01_11129.d

Method

LC NO UV P50-1500 6MIN.m

Acquisition D 2022-01-17 22:42:55

Operator Demo User

Sample Name 0114 Instrumen compact 8255754.2017
6
Comment
Acquisition Paramet
Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 ©°C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/=z ©&fs€harging 2000 V Set Divert Valve Waste
Yettegeona 0 nA Set APCI Heater 0 °C
|men5-: +MS, 2.0min #114]
x107] o
356,1400 ‘
1.00
] N\ OH
0.754 ‘
] =
‘)
] Cl
0.25 231.1246
3e
120.0805
0.00 it T T - T T T T T T T
200 400 600 800 1000 1200 1400 m/z
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ej¥ Conf N-Rule
356.1400 1 C21H23CINO2 356.1412 3.2 51.5 1 100.00 11.0 even ok

Mass Spectrum SmartFormula Report

Analysis Info

Analysis Name F:‘\gaofenbian (xiepengfei)\GHX MS\0114 BC5_01_11130.d

Acquisition D 2022-01-17 22:51:02

Method LC_NO UV_P50-1500_6MIN.m Operator Demo User
Sample Name 0114 Instrumen compact 8255754 .2017
3]
Comment
Acquisition Paramet
Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/=z géfseharging 2000 V Set Divert Valve Waste
Yettegeona 0 nk Set APCI Heater 0 °C
Intens. +MS, 2.1min #120|
x107] o
400,0895 ,
1.001
N\ OH
0.75 \
=
0.50 O
0.25 2311244 s
120.0805
0.00 AL T T r T T T T T
200 400 600 800 1000 1200 1400 miz
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ei¥ Conf N-Rule
400.0895 1 C21H23BrNO2 400.0907 3.0 61.7 1 100.00 11.0 even ok
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Mass Spectrum SmartFormula Report

Analysis Info

Acquisition D 2022-01-17 23:06:32

Analysis Name F:‘\gaofenbian (xiepengfei)\GHX MS\0114 BC7 01 11132.d

Method LC NO UV P50-1500 6MIN.m Operator Demo User
Sample Name 0114 Instrumen compact 8255754 .2017
6
Comment
Acquisition Paramet
Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z Qéfs€harging 2000 V Set Divert Valve Waste
Yettageona 0 nA Set APCI Heater 0 °C
|men5-: +MS, 2.1min #118
x107]
O
336:1961
1.004
1 N OH
0.754 ‘ N
=
0501 231.1238 O
0.254 39
120.0800
oool i 1. . . : . . . . . ;
200 400 600 800 1000 1200 1400  miz
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb e;¥ Conf N-Rule
336.1961 1 C22H26NO2 336.10958 -0.9 286.0 1 100.00 11.0 even ok

Mass Spectrum SmartFormula Report

Analysis Info

Acquisition D 2022-01-17 22:20:52

Analysis Name F:\gacfenbian (xiepengfei)\GHX MS\0114_ BC1_01_11126.d

Method LC NO UV _P50-1500 6MIN.m Operator Demo User
Sample Name 0114 Instrumen compact 8255754 .2017
6
Comment
Acquisition Paramet
Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z Séfs€harging 2000 V Set Divert Valve Waste
Yeitageona 0 nh Set APCI Heater 0 °C
Intens. | +MS, 1.8min #100
x107]
340:1703
1.00+
0.75]
0.50
0.259 231.1244 ah
120.0804
0.00 A T —L T T T T T T T T
200 400 600 800 1000 1200 1400 miz
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ej¥ Conf N-Rule
340.1703 1 C21H23FNO2 340.1707 1.3 163.89 1 100.00 11.0 even ok
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Mass Spectrum SmartFormula Report

Analysis Info Bcquisition D 2022-01-17 23:14:08

Analysis Name F:\gaofenbian (xiepengfei)\GHX MS\0114 BC8 01 11133.d

Method LC NO UV_P50-1500_6MIN.m Operator Demo User

Sample Name 0114 Instrumen compact 8255754 .2017
6

Comment

Acquisition Paramet

Source Type EST Ton Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z géfs€harging 2000 V Set Divert Valve Waste
¥Yettageona 0 nA Set APCI Heater 0 °C
Intens. | +MS, 2.1min #122
x107]
4000897 o
1.00+
0.75 N OH
4 ‘ A
0.50] = O Br
0.254 231.1245
3i
120.0805
0.00 i T - . T - T - T . T - T -
200 400 600 800 1000 1200 1400 miz
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ej¥ Conf N-Rule
400.0897 1 C21H23BrNO2 400.0807 2.4 87.5 1 100.00 11.0 even Ok‘

Mass Spectrum SmartFormula Report

Analysis Info Acquisition D 2022-01-17 23:58:16

Analysis Name F:\gaofenbian (xiepengfei)\GHX MS\0114 BD6 01 11139.d

Method LC NO UV_P50-1500_ 6MIN.m Operator Demo User

Sample Name 0114 Instrumen compact 8255754 .2017
6

Comment

Acquisition Paramet

Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z géfs€harging 2000 V Set Divert Valve Waste
Uettegeona 0 nA Set ABCI Heater 0 °C
Intens. | +MS, 2.0min #112
x107]
0)
3901674
1.004
0.75 ‘ AN OH
] = CF;
0.50] O
0.251 .
231.1244 3j
120.0804
0.00 et T T T T T T + T T T T T T v
200 400 600 800 1000 1200 1400 m/z
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ei¥ Conf N-Rule
390.1674 1 C22H23F3NO2 390.1675 0.4 129.5 1 100.00 11.0 even ok

55



Mass Spectrum SmartFormula Report

Analysis Info Acquisition D 2022-01-18 0:13:14

Analysis Name F:\gaofenbian (xiepengfei)\GHX MS\0114 BD8 01 11141.d

Method LC NO UV_P50-1500_ 6MIN.m Operator Demo User
Sample Name 0114 Instrumen compact 8255754.2017
6
Comment
Acquisition Paramet
Source Type ESI Ion Polarity Pogitive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z SEfs€harging 2000 V Set Divert Valve Waste
Hettageona 0 nA Set APCI Heater 0 °C
Intens. | +MS, 1.8min #103
x107]
O
336:1955
1.00+
0.757 ‘ Ny OH
] =
0.50 Eillm
0.254
231.1253 3k
s L
200 400 600 800 1000 1200 1400 m/z
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ei{¥ Conf N-Rule
336.1855 1 C22H26N0O2 336.1058 1.0 109.5 1 100.00 11.0 even ok

Mass Spectrum SmartFormula Report

Analysis Info Acquisition D 2022-01-17 22:13:30

Analysis Name F:\gaofenbian(xiepengfei)\GHX MS\0114_BB8_01_11125.d

Method LC NO UV P50-1500 6MIN.m Operator Demo User
Sample Name 0114 Instrumen compact 8255754.2017
6
Comment
Acquisition Paramet
Source Type EST Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z SEfs€harging 2000 V Set Divert Valve Waste
VYettageona 0 nA Set APCI Heater 0 °C
Intens.: +MS, 1.9min #108
107
340:1707
1.00+
0.757
0.501
0.25 231.1243
120.0804
0.00 as — T T T T + T T T T T r T T
200 400 600 800 1000 1200 1400 m/z
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ei¥ Conf N-Rule
340.1707 1 C21HZ3FNO2 340.1707 0.1 1%0.9 1 100.00 11.0 even ok
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition D 2022-01-17 22:35:32

Analysis Name F:\gaofenbian (xiepengfei)\GHX MS\0114 BC3 01 11128.d

Method LC NO UV _P50-1500 6MIN.m Operator Demo User

Sample Name 0114 Instrumen compact 8255754 .2017
6

Comment

Acquisition Paramet

Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °cC
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/=z Oéfs€harging 2000 V Set Divert Valve Waste
Wettaegeona 0 nA Set APCI Heater 0 °C
Intens. | +MS, 2.3min #134
x107]
0}
390.1678
1.00
1 N OH
0.75 ‘ N
] =
0.501 O
p CF3
0.254 3m
231.1251
000l 12100 | A : . : . . . . . : :
200 400 600 800 1000 1200 1400 miz
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ej¥ Conf N-Rule
390.1678 1 C22H23F3NO2 390.1675 -0.6 194.2 1 100.00 11.0 even ok

Mass Spectrum SmartFormula Report

Analysis Info Rcquisition D 2022-04-01 10:19:11

Analysis Name F:\gaofenbian (xiepengfei)\0331 RE6_01_12400.d

Method LC NO UV_P50-1500_6MIN.m Operator Demo User

Sample Name 0331 Instrumen compact 8255754.2017
6

Comment

Acquisition Paramet

Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/=z Séfse€harging 2000 V Set Divert Valve Waste
Yettageona 0 nA Set APCI Heater 0 °C
|nten5-: +MS, 2.5min #143)
x107]
430:,1007
1.00
0.751
0.50
0.251
231.1243
120.0802
0.00 — T l T T T - T T T v T T v v
200 400 600 800 1000 1200 1400 miz
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb e;¥ Conf N-Rule
430.1007 1 C22H25BrNO3 430.1012 1.4 90.3 1 100.00 11.0 even ok

57



Mass Spectrum SmartFormula Report

Analysis Info Acquisition D 2022-01-17 23:21:30

Analysis Name F:‘\gacfenbian(xiepengfei)\GHX MS\0114 BD1 01 11134.d

Method LC NO UV _P50-1500 6MIN.m Operator Demo User

Sample Name 0114 Instrumen compact 8255754.2017
6

Comment

Acquisition Paramet

Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z Qéfs€harging 2000 V Set Divert Valve Waste
Yeitageona 0 nA Set APCI Heater 0 °C
|men5-: +MS, 2.2min #124
x107]
O
372:1958
1.004
0.757 N OH
] ‘ ~
] =
0.504 231.1241 OO
0.25 30
120.0803
0.00 A ‘ - " . ‘ - - - T ‘ - - ‘ T
200 400 600 800 1000 1200 1400 miz
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ej¥ Conf N-Rule
372.1958 1 C25H26NO2 372.1958 0.0 265.5 1 100.00 14.0 even ok

Mass Spectrum SmartFormula Report

Analysis Info Acquisition D 2022-01-17 23:36:11

Analysis Name F:\gacfenbian(xiepengfei)\GHX MS\0114 BD3 01 11136.d

Method LC NO UV _P50-1500 6MIN.m Operator Demo User

Sample Name 0114 Instrumen compact 8255754 .2017
6

Comment

Acquisition Paramet

Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z Séfs€harging 2000 V Set Divert Valve Waste
¥ettaggona 0 nh Set APCI Heater 0 °C
Intens. | +MS, 1.6min #94|
x107]
246.1491
1.00 HO
0.75 ‘ N\
j = (@]
0.504 3p
1 121.0880
0.254
000l —, P U, . : : : : : ‘ : : :
200 400 600 800 1000 1200 1400 miz
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ei¥ Conf N-Rule
246.1491 1 C15H20NO2 246.1489 -1.0 146.1 1 100.00 7.0 even ok

58



Mass Spectrum SmartFormula Report

Analysis Info Acquisition D 2022-01-17 22:28:11

Analysis Name F:\gaofenbian (xiepengfei)\GHX MS\0114 BC2 01_11127.d

Method LC NO UV_P50-1500_ 6MIN.m Operator Demo User

Sample Name 0114 Instrumen compact 8255754 .2017
6

Comment

Acquisition Paramet

Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/=z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z ©éfs€harging 2000 V Set Divert Valve Waste
Yettageona 0 nA Set APCI Heater 0 °C
Intens. | +MS, 1.9min #112]
x107]
260.1640
1.00 o
0.751
] N OH
] A
0.50 ‘ _
] 3
0.254
135.1036
0.00 - L T T T T T T T T T T T T T
200 400 600 800 1000 1200 1400 miz
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ei{¥ Conf N-Rule
260.1640 1 CleH22NO2 260.1645 1.9 62.0 1 100.00 7.0 even ok

Mass Spectrum SmartFormula Report

Analysis Info Acquisition D 2022-01-18 0:05:52

Analysis Name F:‘\gacfenbian (xiepengfei)\GHX MS\0114 BD7 01 11140.d

Method LC_NO UV_P50-1500_6MIN.m Operator Demo User

Sample Name 0114 Instrumen compact 8255754 .2017
6

Comment

Acquisition Paramet

Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z PEfs€harging 2000 V Set Divert Valve Waste
Yettegsona 0 nA Set ABCI Heater 0 °C
Intens. | +MS, 1.5min #88
x107]
232:1333
1.004
HO
0.75 N
] ‘ N
050 Z 5 O
0.254
107.0725 l
oool L L. Lhl, , ; : ; ; : ; ; ; ; ; ;
200 400 600 800 1000 1200 1400 miz
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb e;¥ Conf N-Rule
232.1333 1 C14H18NO2 232.1332 -0.5 88.5 1 100.00 7.0 even ok

59



Mass Spectrum SmartFormula Report

Analysis Info Acquisition D 2022-01-17 23:28:52

Analysis Name F:\gaofenbian (xiepengfei)\GHX MS\0114 BD2 01 11135.d

Method LC_NO UV_P50-1500_6MIN.m Operator Demo User

Sample Name 0114 Instrumen compact 8255754.2017
6

Comment

Acquisition Paramet

Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/=z OEfs€harging 2000 V Set Divert Valve Waste
Yettageona 0 nA Set APCI Heater 0 °C
Intens. { +MS, 2.5min #146
x107]
3721961
1.004
0.75
0.50
0.254
281.1399
ool g (4
200 400 600 800 1000 1200 1400 m/z
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ei¥ Conf N-Rule
372.1961 1 C25H26N0O2 372.1958 -0.8 231.4 1 100.00 14.0 even ok
Mass Spectrum SmartFormula Report
Analysis Info Acquisition D 2022-01-17 22:58:23
Analysis Name F:\gaofenbian (xiepengfei)\GHX MS\0114 BC6_01_11131.d
Method LC NO UV _P50-1500 6MIN.m Operator Demo User
Sample Name 0114 Instrumen compact 8255754.2017
6
Comment
Acquisition Paramet
Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z Géfseharging 2000 V Set Divert Valve Waste
Hettageona 0 nA Set APCI Heater 0 °C
Intens. +MS, 2.3min #132
x107]
386:2116
1.00
0.75
0.50
0.25
oool LM, | : : : : : : . : . : : :
200 400 600 800 1000 1200 1400 m/z
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ej¥ Conf N-Rule
3B6.2116 1 C26H28NO2 386.2115 -0.4 368.5 1 100.00 14.0 even ok

60



Mass Spectrum SmartFormula Report

Analysis Info Acquisition D 2022-04-01 10:04:14

Analysis Name F:‘\gacfenbian (xiepengfei) 0231 RE4_ 01_12398.d

Method LC_NO UV_P50-1500_6MIN.m Operator Demo User

Sample Name 0331 Instrumen compact 8255754.2017
6

Comment

Acquisition Paramet

Source Type EST Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z SEfseharging 2000 V Set Divert Valve Waste
Yettageona 0 nk Set APCI Heater 0 °C
Intens. | +MS, 2.9min #169
x107]
(0]
336:1959
1.00+
1 413.2644
0.754 Ny OH
j ‘ =
050 O
0.254 3u
149.0187 260.1634
0.00 e . . . r - 803'.'5399 - T T T - T
200 400 600 800 1000 1200 1400 miz
Meas. m/z # Ton Formula m/z err [ppm] mSigma # mSigma Score rdb ej¥ Conf N-Rule
336.1959 1 C22H26N0O2 336.10958 -0.1 71.1 1 100.00 11.0 even ok
Mass Spectrum SmartFormula Report
Analysis Info Rcguisition D 2022-04-01 9:39:34
Analysis Name F:\gaofenbian(xiepengfei)\0331_RE1_01_12395.d
Method LC NO UV_P50-1500_ 6MIN.m Operator Demo User
Sample Name 0331 Instrumen compact 8255754.2017
6
Comment
Acquisition Paramet
Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/=z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z SEfs€harging 2000 V Set Divert Valve Waste
Yettageona 0 nA Set APCI Heater 0 °C
Intens. | +MS, 3.0min #174
x107]
O
350:2116
1.004
0.751 N OH
0.50 413.2623 & O
0.254 3v
149.0225
0.00 L : . : . : :
200 400 600 800 1000 1200 1400 m/z
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ei¥ Conf N-Rule
350.2116 1 C23H28NOZ2 350.2115 -0.4 215.9 1 100.00 11.0 even ok
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition D 2022-04-01 9:31:42

Analysis Name F:\gacofenbian (xiepengfei)‘\0331 RD8 01 12394.d

Method LC NO UV _P50-1500 6MIN.m Operator Demo User

Sample Name 0331 Instrumen compact 8255754 .2017
6

Comment

Acquisition Paramet

Source Type EST Ion PBolarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °cC
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z géfs@harging 2000 V Set Divert Valve Waste
Wettaegeona 0 nk Set APCI Heater 0 °C
Intens. | +MS, 3.0min #170
x107]
0. Ph
398.2117
1.00+
0.754 N OH
] ~
0.50 O
0.25 3w
000l : TR ¥ S 12046% : . : : : .
200 400 600 800 1000 1200 1400 miz
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ej¥ Conf N-Rule
398.2117 1 C27H28N0O2 398.2115 -0.6 182.7 1 100.00 15.0 even ok
1 C27H28NO2 398.2115 -0.6 182.7 1 100.00 15.0 even ok

Mass Spectrum SmartFormula Report

Analysis Info Bcquisition D 2022-04-01 10:27:04

Analysis NameF:\gaofenbian(xiepengfei)\0331 RE7_01_12401.d

Method LC NO UV_P50-1500_ 6MIN.m Operator Demo User

Sample Name 0331 Instrumen compact 8255754.2017
6

Comment

Acquisition Paramet

Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z SEfs€harging 2000 V Set Divert Valve Waste
Fettageona 0 nA Set APCI Heater 0 °C
Intens. { +MS, 3.2min #183
x107]
372:1593
1.00
0.757
0.50
0.25 765.2909
187.1191
oool 1 .1 : : : : : : : : . : .
200 400 600 800 1000 1200 1400 mjz
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ej¥ Conf N-Rule
372.1593 1 C24H22NO3 372.1594 0.4 85.3 1 100.00 15.0 even ok
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition D 2022-04-01 9:16:42

Analysis Name F:‘\gacfenbian (xiepengfei)\0331 RD6 01 12392.d
Method LC NO UV_P50-1500_6MIN.m
Sample Name 0331

Operator Demo User

Instrumen compact 8255754 .2017
3]

Comment

Acquisition Paramet

Source Type ESI Ion Polarity Pogitive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z géfs€harging 2000 V Set Divert Valve Waste
Yettageona 0 nA Set APCI Heater 0 °C
Iniens.: +MS, 3.7min #217|
x107]
386:1749
1.00
0.751
0.501
793.3205
0.25 3
197.1190 y
000l | ‘ . ; : : : ; : :
200 400 600 800 1000 1200 1400 miz
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ei¥ Conf N-Rule
386.1749 1 C25H24NO3 386.1751 0.5 132.5 1 100.00 15.0 even ok

Mass Spectrum SmartFormula Report

Analysis Info Acquisition D 2022-04-01 29:24:04

Analysis Name F:\gaofenbian (xiepengfei)’ 0331 RD7 01 12393.d

Method LC_NO UV_P50-1500_6MIN.m Operator Demo User

Sample Name 0331 Instrumen compact 8255754.2017
[}
Comment
Acquisition Paramet
Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 ©°C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/=z SEfs€harging 2000 V Set Divert Valve Waste
Yettagsona 0 nh Set APCI Heater 0 °C
Intens - +MS, 3.8min #221
x107 ]
1.0 406.1204
0.8
0.6
0.4+
0.2
197.1198 833.2147
00l — L — ‘ ; —t . r r
200 400 600 800 1000 1200 1400 miz

Meas. m/z # Ion Formula

406.1204 1 C24H21C

1NO3

m/z err [ppm]

406.1204 0.1 4.3
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mSigma # mSigma Score
1 100.00 15.0 even

rdb e;¥ Conf N-Rule
ok



Mass Spectrum SmartFormula Report

Analysis Info Beoquisition D 2022-04-01 9:55:50

Analysis Name F:\gaofenbian (xiepengfei)\0331 _RE3_01_12397.d

Method LC NO UV _P50-1500 6MIN.m Operator Demo User

Sample Name 0331 Instrumen compact 8255754 .2017
&

Comment

Acquisition Paramet

Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °cC
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z géfs@harging 2000 V Set Divert Valve Waste
Yeitageona 0 n& Set APCI Heater 0 °C
Intens. | +M8, 3.6min #208|
x106
] 260.1635
4
3
2]
] 413.2624
17
1 135.1033
] 614.0577
0 " T R - = T T - T : T . . .
200 400 600 800 1000 1200 1400 m/z
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb e;¥ Conf N-Rule
450.0700 1 C24H21BrNO3 450.0689 -0.2 76.9 1 100.00 15.0 even ok
Mass Spectrum SmartFormula Report
Analysis Info Acquisition D 2022-04-01 9:08:33
Analysis Name F:\gacfenbian(xiepengfei)\0331 RD5 01 12391.d
Method LC_NO UV_P50-1500_6MIN.m Operator Demo User
Sample Name 0331 Instrumen compact 8255754 .2017
6
Comment
Acquisition Paramet
Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z BEfs€harging 2000 V Set Divert Valve Waste
Yettageona 0 nA Set ABPCI Heater 0 °C
Intens. { +MS, 3.1min #177
x107]
4021702
1.00
0.757
0.50
0.25
8253133
197.1198
0.00 : iy e L T T T T T T T v T T v
200 400 600 800 1000 1200 1400 miz
Meas. m/z # Ton Formula m/z err [ppm] mSigma # mSigma Score rdb ej¥ Conf N-Rule
402.1702 1 C25H24NO4 402.1700 -0.6 59.0 1 100.00 15.0 even ok
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition D 2022-01-18 0:27:57

Analysis Name F:\gacfenbian(xiepengfei)\GHX MS\0114_BE2_01_11143.d

Method LC NO UV_P50-1500_6MIN.m Operator Demo User
Sample Name 0114 Instrumen compact 8255754.2017
6
Comment
Acquisition Paramet
Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 v Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z Séfs€harging 2000 V Set Divert Valve Waste
Yettageona 0 nk Set APCI Heater 0 °C
Intens. | +MS, 2.3min #132
x107]
Cl
340:1460
1.00+
0.757 ‘ Ny o]
] >
050 O
0.257 249.0902 4
0.00 : l I T T v T T T v
200 400 600 800 1000 1200 1400 miz
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb e;¥ Conf N-Rule
340.1460 1 C21H23CINO 340.14863 0.7 221.3 1 100.00 11.0 even ok

Mass Spectrum SmartFormula Report

Analysis Info

Analysis Nameg:\Desktop\aa\0404_GD32_01_12544.d
Method LC NO UV_P50-1500_6MIN.m
Sample Name 0404

Acquisition D 2022-04-06 9:45:50

Operator Demo User
Instrumen compact 8255754 .2017
6

Comment

Acquisition Paramet

Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z ©éfs€harging 2000 V Set Divert Valve Waste
Yettegeona 0 nA Set APCI Heater 0 eC
Intens. | +MS, 2.2min #128
x107]
336:1960
1.00
0.754
0.50
0.25 245.1403 5
0.00 . e ‘ l T . T T T - T T T . T .
200 400 600 800 1000 1200 1400 m/z
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ei¥ Conf N-Rule
336.1860 1 C22H26NO2 336.1958 -0.5 125.9 1 100.00 11.0 even ok
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition D 2022-04-06 9:53:43

Analysis Nameg:‘\Desktop\aa'0404 GD4 01 12545.d

Method LC_NO UV_P50-1500_6MIN.m Operator Demo User

Sample Name 0404 Instrumen compact 8255754.2017
6

Comment

Acquisition Paramet

Source Type ESI Ion Polarity Positive Set Nebulizer 3.0 Bar
Focus Not active Set Capillary 4000 V Set Dry Heater 200 °C
Scan Begin 50 m/z Set End Plate -500 V Set Dry Gas 8.0 1/min
Scan End 1500 m/z Qéfs€harging 2000 V Set Divert Valve Waste
Yettageona 0 nA Set APCI Heater 0 °C
Intens. | +MS, 2.1min #113)
x107 |
] 278.1151 7
1.0 ’
OH
0.8+ N
4 ‘ N
0.6 =
0.4
1 147.0675 6
0.2
001~ ; . r - - r - - T - - T
200 400 600 800 1000 1200 1400 miz
Meas. m/z # Ion Formula m/z err [ppm] mSigma # mSigma Score rdb ei¥ Conf N-Rule
256.1328 1 C16H18NO2 256.1332 1.7 1.3 1 100.00 9.0 even ok
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