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Table S1. Screening of reaction conditions for trifluoroacetylation.

Reactant Additives/Solvents Results
The raw material remain, and the main product is multi-

DCM . o
position substitution product
DMAP/Py The product system is complex and cannot be analyzed
Py The product system is complex and cannot be analyzed
FsCCOOCOCEFs MeOH No reaction
(CHs):CHOH No reaction
(CHs)sCOH No reaction
DMAP/MeOH No reaction
TEA/MeOH No reaction
MeOH No reaction
FsCCOOCH:3 TEA/MeOH No reaction
DMAP/MeOH The main product is the target product
@[N‘:N MeOH No reaction
N)\\/\FF DCM A large amount of raw material remain, and the main
° ¥ product generated is not the target product
o 0 DCM New product is formed, but it deteriorates quickly
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Figure S1. The MALDI-TOF-MS result of CRM197
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Figure S2. The MALDI-TOF-MS result of KH-1-CRM197
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Figure S3. The MALDI-TOF-MS result of KH-1-DF-CRM197
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Figure S4. The MALDI-TOF-MS result of KH-1-TF-CRM197
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Figure S5. The MALDI-TOF-MS result of BSA
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Figure S6. The MALDI-TOF-MS result of KH-1-BSA
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Figure S7. The MALDI-TOF-MS result of KH-1-DF-BSA
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Figure S8. The MALDI-TOF-MS result of KH-1-TE-BSA
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Figure S9. 'H NMR of compound 1-2 (400 MHz, D2:0)
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Figure S10. 3C NMR of compound 1-2 (151 MHz, D:0)
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Figure S11. 'H NMR of compound 1-3 (400 MHz, D:0)

4

ST'T
vl
SF'v

L1T

8870

LSO
SO'T
€0

4.0 3.5 2.5 2.0 1.5 1.0 0.5 0.0
ppm

4.5

5.0

5.5

6.0

1.5



0091
8191
cT91

¥8CT
9I'LT
168C
90°0¥
1T°0%
¥89¢
00°LS
€809
IL19
0T°C9
LTCY
£5°L9
€9°L9
0L°L9
6789
€89

¥6'89
¥0'69

£5°69
S6°69
0s°0L
¥9°0L
¥8°0L
LT'TL
LY'TL
9TL
0LCL
0S°EL
9¢'€L
99°€L
[EvL
0T°sL
YTsL

0E°SL
CS'SL
£9°CL
Yo' SL
C6'SL
YI9L
80°LLA
YI'6L7
€58
LO€8
67667
19°661
8170011
6001
S 201
89°C01
€L°T0TH
8L7COT
0L €01
0S°L0T+
LO60T
601
€8°8¢1-

OH
MO—(CHQSNW
OH

0]

0&&/
OH

NHCOCHF;

OH OH
o] 0]
AN i

o
0
HO ©H

OH
OH
HyCA—0LOH
0]
HO
OH
HO H4C

Figure S12. 13
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C NMR of compound 1-3 (151 MHz, D:0)
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