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Figure S1: Differential Scanning Calorimetry (DSC) of 1
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Figure S1. DSC displays an enthalpy of fusion (melt) with an onset at 107.2 °C, a peak at 108.6 °C, and an enthalpy
of 93.3J/g.

Figure S2: 'H NMR of 1

"H NMR (400 MHz, CDCl;) & 7.96 (d, J = 1.1 Hz, 1H), 7.90 (d, J = 1.1 Hz, 1H), 7.70— 7.61 (m, 2H).
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Figure S3: 13C and DEPT NMR of 1

BCNMR (101 MHz, CDCL) & 136.37, 135.76, 133.92, 131.52, 130.98, 130.78, 128.16, 127.84, 126.00, 120.65.
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Figure S4: °F NMR of 1
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Figure S5: HPLC of 1

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

HPLC

DAD1 A, Sig=220,4 Ref=off (ET60369-8-P1B1.D)
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Integration Result
Singal 1 . DAD1 A, Sig=220,4 Ref=off

# Meas. R Area Height Height Width Area %

1 3.509 9.:338 4.095 0.424 0.036 0.417
2 3.843 2.231e3 9262.743 99.576 0.036 99.583
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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):
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C. HPLC

Chromatogram
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Table S1: Pilot reactions for the chlorination of 2-chloro-3-(trifluoromethyl)aniline (3) with N-chlorosuccinimide
(NCS).

NH, NH, NH, NH,
cl cl cl cl cl cl
_a .\ .
CFs CFs CF; CF;
cl cl
3 4 5 6

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 Ratio of Products
solvent, temperature, time 3:4:5:6
1 CH,Cl,,30°C, 16 h 489:36.2:139:0
2 CH,CICH,CI, 20°C, 16 h 63.9:29.3:6.6:0
3 CH,CICH,CI, 60°C, 16 h 0:61.6:26.0:9
4 i-PrOH, 60°C, 16 h 3.8:61.8:26.9:4.7
5 AcOH, 60°C, 16 h 0:50.5:32.9:11.2
6 DMF, 20°C, 16 h 6.4:67.4:20.4:1.8
7 THF, 60°C, 16 h 7.7:66.3:21.8:11.2
8 2-MeTHF, 60°C, 16 h 36.0:40.5:18.6:0
9 MeCN, 60°C, 16 h 0:70.2:19.5:9.6
10 NCS (1.0 equiv.), MeCN, 60 °C, 16 h 40:69.5:21.4:4.0
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LCMS of purified 4:

Compound 3 4
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Integration Result

Singal 1 : DAD1 A, S5ig=220,4 Ref-off
§ Meas. B Area Height Height Width Area %

1 3.45 T.74 3.66 0.42 0.03 0.34
2 3.79 2246.45 BT3.62 §59.58 0.04 99.66
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