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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 e2695 Separation Module

Column: Inertsustain™ 5 µm, 4.6×250 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 µL

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

N

N
NH

Cl
N

N
N

Cl
CH3

7 3

Entry Reagents and conditions a Yield b

1 TEA (1.2 equiv.), MeI (1.1 equiv.), DCM No product

2 K2CO3 (2.2 equiv.), MeI (1.1 equiv.), DMF No product 

3 K2CO3 (2.2 equiv.), MeI (1.1 equiv.), ACN No product 

4 K2CO3 (2.2 equiv.), MeI (1.1 equiv.), Acetone No product

5 K2CO3 (2.2 equiv.), Me2SO4 (1.1 equiv.), Acetone No product 

6 Ph3P (1.1 equiv.), DIAD (1.1 equiv.), CH3OH No product 

7 Me3O+BF4
- (1.1 equiv.), EA No product 

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

1H NMR (400 MHz) and 13C NMR (100 MHz) in DMSO-d6 of compound 3
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1H NMR (400 MHz) and 13C NMR (100 MHz) in DMSO-d6 of compound 3a

-1.5-0.50.51.52.53.54.55.56.57.58.59.510.5
f1 (ppm)
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1H NMR (400 MHz) and 13C NMR (100 MHz) in DMSO-d6 of compound 7
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1H NMR (400 MHz) and 13C NMR (100 MHz) in DMSO-d6 of compound 7.HCl
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1H NMR (400 MHz) in CDCl3 and 13C NMR (100 MHz) in DMSO-d6 of compound 2
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1H NMR (400 MHz) and 13C NMR (100 MHz) in DMSO-d6 of compound 8
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1H NMR (400 MHz) and 13C NMR (100 MHz) in CDCl3 of compound 4
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1H NMR (400 MHz) and 13C NMR (100 MHz) in CDCl3 of compound 9
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1H NMR (400 MHz) and 13C NMR (100 MHz) in CDCl3 of compound 10
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HRMS of compound 7

HRMS of compound 3 
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HRMS of compound 3a 

HRMS of compound 2
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HRMS of compound 8

HRMS of compound 4 
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HRMS of compound 9 

HRMS of compound 10
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DSC of compound 7

DSC of compound 3
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DSC of compound 8

DSC of compound 4


