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HPLC methods for compound 2,4, 8,9 and 10
a) Sample preparation: about 0.100 mg/mL for compound 2, 4, 8, and 9; about 0.127 mg/mL for
compound 10. The solution was filtered and performed HPLC test as following method.
b) HPLC method:
Equipment: Waters 2695 Separation Module
Column: Inertsustain™ 5 ym, 4.6x250 mm
Mobile phase: 50% acetonitrile in water
Dilute: 50% acetonitrile in water
Flow: 1 mL/min
Wavelength: 254 nm
Column Temp: 25°C
Volume: 10 uL
Time: 20 min
c¢) Data Treatment
RRT: 7.419 min for compound 2; 7.100 min for compound 4; 5.488 min for compound 8;

7.701 min for compound 9; 12.711 min for compound 10
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Trials of preparation 3 from 7

Cl Cl

7 3
Entry Reagents and conditions ¢ Yield ?
1 TEA (1.2 equiv.), Mel (1.1 equiv.), DCM No product
2 K,CO; (2.2 equiv.), Mel (1.1 equiv.), DMF No product
3 K,CO; (2.2 equiv.), Mel (1.1 equiv.), ACN No product
4 K,CO; (2.2 equiv.), Mel (1.1 equiv.), Acetone No product
5 K,CO; (2.2 equiv.), Me,SOy (1.1 equiv.), Acetone No product
6 PhsP (1.1 equiv.), DIAD (1.1 equiv.), CH;0H No product
7 Me;O*BF4 (1.1 equiv.), EA No product

Notes: 100 mg of base 7 was used for reaction. * By TLC.
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SPECTROSCOPIC DATA

'H NMR (400 MHz) and '3C NMR (100 MHz) in DMSO-dj of compound 3

(e}
0
=
(a]
- - © o
© ™~ @ 0
© < © o
I I I I
CHy
N
4 HCl
/ <N;
cl
|
L. )
< B
) N <
o o ©
T T ;i T T T T T T T T T T T T T T ; T
12.0 11.0 10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0.0 1.0 -2
1/(ppm)
o}
(]
=
- < a
< ] o ©
@ ) 0 D W
e} < @ © ©
- - ISR Ry
I I S
N CHy
</ NG
a T
h
|
T T T T T T T T T T T T T ; T T
199 180 | 170| 160 150 | 140 130 120 110 (00|| 90 80 70 60 5 40 30 20 10 0 10
1 ((ppm)

S7




'H NMR (400 MHz) and '3C NMR (100 MHz) in DMSO-d of compound 3a
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'H NMR (400 MHz) and '3C NMR (100 MHz) in DMSO-dj of compound 7

o}
()
>
© o
o N~ © o
< < N 0
-~ oo} < N
| | | |
N
Cl = N\
/\r -
N/
15.014.514.013.513.0 ‘
1 (ppm) L
I
‘ A ‘
s T4 &
] @ o
o o N
15 14 13 12 |11 10 9 8 7 6 5 2 3 2 1
1 (ppm)
=
< =) o
(o] N [s]
@ © N3
0 < off ~
< = Af
| | /

NH

[

" v m m
s e LA

-

70 165 160 [155| 150 145 140|135 13D
1 (ppm)

210 200 190 180 |170 160 150 140 130|120 |{10 100 90| 80 70 60 50| 40 3
1 (ppm)

S9




'H NMR (400 MHz) and '3C NMR (100 MHz) in DMSO-d of compound 7-HCI
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'H NMR (400 MHz) in CDCIl; and 13C NMR (100 MHz) in DMSO-d; of compound 2
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'"H NMR (400 MHz) and '3C NMR (100 MHz) in DMSO-d; of compound 8
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'H NMR (400 MHz) and '3C NMR (100 MHz) in CDCl; of compound 4
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'"H NMR (400 MHz) and '3C NMR (100 MHz) in CDCl; of compound 9
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'"H NMR (400 MHz) and '3C NMR (100 MHz) in CDCl; of compound 10
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HRMS of compound 7
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HRMS of compound 3a
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HRMS of compound 8
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HRMS of compound 9

CWM-DRD-6
2022-5-11-006 898 (6.518) 1: TOF MS ES+
332.0674 9.87e5
1004
(0]
-
)'\ll\ /’\L
EtS™ N~ "O
F
==
F F
145 0265
B33.0707
L - A , o
100 200 300 400 500 600 700 800 900 1000 1100
HRMS of compound 10
CWM-DRC-5
202205-05-015 914 (6.637) 1: TOF MSES+
413.1001 7 84e5
100
0 /
N
N N/\r \
| | /N
N
EtS N~ ~O
UF
F F
E=
455.1141
56.1142
0 AL T T T rerhry |'r T T T T T T T ‘u T T T T miz
100 200 300 400 500 600 700 800 900 1000 1100

S19



DSC of compound 7
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DSC of compound 8
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