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9F NMR spectra of compound 3b
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pectra of compound 3¢
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13C NMR spectra of compound 3¢
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9F NMR spectra of compound 3d
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"H NMR spectra of compound 3e
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13C NMR spectra of compound 3e
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9F NMR spectra of compound 3f
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spectra of compound 3g
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13C NMR spectra of compound 3g
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9F NMR spectra of compound 3h
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H NMR spectra of compound 3i
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9F NMR spectra of compound 3j
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13C NMR spectra of compound 3k
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9F NMR spectra of compound 31

r50

—-39.59

45

F
)<F F40

r30
r25

r20

T T T T T T T T T T T
150 100 50 0 -50 -100 -150 200 250 -300 -350
f1 (ppm)

13C NMR spectra of compound 31

4500

138.19
13577
132.45
130.39
129.37
127.61

|

—182.96

—165.60
138.27
138.24
138.22
126.28
123.20

—52.74

4000
//Ei:F 3500
3000
2500
2000
F 1500
1000

500

| |‘w‘iz Lo

—— T T T T T —— T ——
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -10
fI (ppm)

S18



"H NMR spectra of compound 3m
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13C NMR spectra of compound 3m
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9F NMR spectra of compound 3n
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13C NMR spectra of compound 30
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9F NMR spectra of compound 3p
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13C NMR spectra of compound 3q
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9F NMR spectra of compound 3r
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"H NMR spectra of compound 3s
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13C NMR spectra of compound 3s
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9F NMR spectra of compound 3t
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13C NMR spectra of compound 3u
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"H NMR spectra of compound 3ab
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13C NMR spectra of compound 3ab
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19F NMR spectra of compound 3ac
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"H NMR spectra of compound 3ad
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13C NMR spectra of compound 3ad
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9F NMR spectra of compound 3ae
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"H NMR spectra of compound 3af
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13C NMR spectra of compound 3af
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9F NMR spectra of compound 3ag
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"H NMR spectra of compound 3ah
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9F NMR spectra of compound 3ba
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"H NMR spectra of compound 3bb
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19F NMR spectra of compound 3be
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2. HRMS(ESI) Data of Procedures for free radical mechanism experiments

Standard conditions
19 + 2a > 39 + 4 + 5
TEMPO (2.0 equiv)

(0] (0]
o4
SCF3 N= H O—N
5

39, 0% 4

‘HRMS (ESI) for C4H;NNa(M+Na*): Caled: 92.0471, Found: 92.0474
Mass Spectrum SmartFormula Report

Analysis Info

Acquisition Date 2020/6/28 9:53:23
Analysis Name FAWYQ-20200628-WMY-1AAA d
Method tune_low 50-500.m Operator service
Sample Name Instrument/ Ser# micrOTOF-Q Il 10280
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.3 Bar
Focus Active Set Capillary 4500V Set Dry Heater 180 °C
Scan Begin 50 m/z Set End Plate Offset 500 vV SetDry Gas 4.0 l/min
Scan End 1500 m/z Set Coliision Cell RF 110.0Vpp SetDivert Valve Source
Intens. +MS, 1.6min #(98)|
200 91.9770
150, 92,0474
100
¥ \MWW\»/\,_AAN
0 \/LJN\/\/\»/\//\’\M/W AASNWNANANS /\«,J\/\A/\[\«/\’\./\—»J
916 918 920 922 924 miz
Meas. m/z # Formula miz err  Mean rdb N-Ru ej¥Conf mSigma Std | Std Std | Std m/z Std
[ppm] err le Mean VarNorm Diff Comb
[ppm] miz Dev
92.0474
1 C4H7NNa 92,0471 -35 -35 15 ok even 1 0.0400 0.0003 0.0244 0.0003 0.8427

@4@

:HRMS (ESI) for C1sH23CINO2(M+H"): Calcd: 296.1412, Found: 296.1414

Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date 2020/6/30 14:55:46
Analysis Name F vy q-20200628-WMY-1AAA d
Method tune_low 50-500.m Operator service
Sample Name tyf127-ag-2 Instrument / Ser# micrOTOF-Q I 10280
Comment
Acquisition Parameter
Source Type ESI lon Polarity Posifive Set Nebulizer 0.3 Bar
Focus Activa Set Capillary 4500V Set Dry Heater 180°C
Scan Begin 50 miz Set End Plate Offset 500V Set Dry Gas 4.0 Vimin
Scan End 1500 miz Set Collision Cell RF 110.0 Vpp Set Divert Valve Source
intens. +M3S, 0.6min #{35)
2000
] 296.2528
1500- |'\
l
1000+ || | 207. J1 408
] M fA
500 205 8417 | | 'oa7 2540
] A zeia | ‘| I \/\
B 4 J
b _// W N A i ; /
295.0 295.5 2960 2965 2970 2975 298.0 miz
Meas. miz # Formula miz er  Mean b N-R ej¥ mSigma Std | Sid Stdl Stdmiz Std
[ppm] em ule Conf Mean  VarNer Diiff Comb
[ppm] miz m Dev
206.1414
1 C16H23ANOZ 2061412 -08 253 55 ok ewen 530.53 0.8525 00118 0.2680 0.0147 08427
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3. UV-vis absorption spectra of AIBN, PhSO,SCF3, and the standard reaction mixture
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4. X-ray Crystal Structure of S-(trifluoromethyl)- 3,4-dimethoxybenzothioate (3q)
(CCDC: 1976664)
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