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1. Screening the reaction conditions
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Table S1 Screening the leading amount of (NH,),S,04?

The leading amount of

Entry Yields (%)
(NHy4),S,05 (eq)
1 1.0 10
2 2.0 20
3 2.5 42
4 3.0 60
5 4.0 57

a) Reaction conditions: 1-methylquinoxalin-2(1H)-one 1a (0.2 mmol, 32.0 mg), o,o-
difluorophenylacetic acid 2a (0.24 mmol, 41.3 mg), and (NH,4),S,0g in DMSO (2.0 mL) at 60 °C
for 3 h under N, atmosphere.

b) |solated yield.
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Table S2 Screening the reaction temperature?

Entry The reaction temperature Yields (%)
1 20 0
2 50 21
3 60 60
4 70 58
5 80 50
6 90 46

a) Reaction conditions: 1-methylquinoxalin-2(1H)-one 1a (0.2 mmol, 32.0 mg), 2,2-difluoro-2-
phenylacetic acid 2a (0.24 mmol, 41.3 mg), and (NH,),5,0z (0.6 mmol, 136.8 mg) in DMSO (2.0
mL) for 3 h under N, atmosphere.

b) Isolated yield.
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Table S3 Screening the molar ratio of 1a with 2a?

Entry The molar ratioof laand 2a  Yields (%)®

1 1:1 37
2 1:1.2 60
3 1:1.5 56
4 1:2 50
5 1:2.5 42

a) Reaction conditions: 1-methylquinoxalin-2(1H)-one 1a (0.2 mmol, 32.0 mg), 2,2-difluoro-2-
phenylacetic acid 2a, and (NH,4),S,0g (0.6 mmol, 136.8 mg) in DMSO (2.0 mL) at 60 °C for 3 h
under N, atmosphere.

b) Isolated yield.
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2. Copies of spectra of products
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Fig. S1 'H NMR spectrum of compound 3aa
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Fig. S2 13C NMR spectrum of compound 3aa
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Fig. 4 'H NMR spectrum of compound 3ab
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Fig. S7 'H NMR spectrum of compound 3ac
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Fig. $10 *H NMR spectrum of compound 3ad
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3. HR MS of the adduct of TEMPO and a,a-difluorophenylmethyl radical
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Fig. $94 HR MS of the adduct of TEMPO and a,c-difluorobenzyl radical
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