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Figure S1: Differential Scanning Calorimetry (DSC) of 1 

 

Figure S1. DSC displays an enthalpy of fusion (melt) with an onset at 107.2 oC, a peak at 108.6 oC, and an enthalpy 
of 93.3 J/g.

Figure S2: 1H NMR of 1



S4

Figure S3: 13C and DEPT NMR of 1

Figure S4: 19F NMR of 1
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Figure S5: HPLC of 1

Figure S6: LCMS of 1
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Figure S7: Spectral and analytical data for 2,4-dichloro-3-(trifluoromethyl)aniline (4):

A. 1H NMR

B. 19F NMR
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C. HPLC
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Figure S8: Spectral and analytical data for minor impurity 1-(2-chloro-3-(trifluoromethyl)phenyl)-1H-1,2,3-
triazole (9):

A. 1H NMR

B. 19F NMR
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C. HPLC

D. LCMS
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Table S1: Pilot reactions for the chlorination of 2-chloro-3-(trifluoromethyl)aniline (3) with N-chlorosuccinimide 
(NCS).
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a Reagents and conditions: (a) 3 (200 mg), NCS (1.1 equiv.), solvent, temperature, time; ratio of products 3:4:5:6 
determined by LCMS

entry Conditions

solvent, temperature, time

Ratio of Products

3 : 4 : 5 : 6

1 CH2Cl2, 30 oC, 16 h 48.9 : 36.2 : 13.9 : 0

2 CH2ClCH2Cl, 20 oC, 16 h 63.9 : 29.3 : 6.6 : 0

3 CH2ClCH2Cl, 60 oC, 16 h 0 : 61.6 : 26.0 : 9

4 i-PrOH, 60 oC, 16 h 3.8 : 61.8 : 26.9 : 4.7

5 AcOH, 60 oC, 16 h 0 : 50.5 : 32.9 : 11.2

6 DMF, 20 oC, 16 h 6.4 : 67.4 : 20.4 : 1.8

7 THF, 60 oC, 16 h 7.7 : 66.3 : 21.8 : 11.2

8 2-MeTHF, 60 oC, 16 h 36.0 : 40.5 : 18.6 : 0

9 MeCN, 60 oC, 16 h 0 : 70.2 : 19.5 : 9.6

10 NCS (1.0 equiv.), MeCN, 60 oC, 16 h 4.0 : 69.5 : 21.4 : 4.0

LCMS of entry 9:

Compound    4   5           6

LCMS of entry 10:

Compound       3          4   5           6
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LCMS of purified 4:

Compound       3          4 

 


