Supporting Materials

SM 1. Area percents (%) of o-nitrobenzoyl chloride and ethyl-o-nitrobenzoate (product) in 100% EtOH

Area percent(%)

Reat. time?
Ethyl-o-nitrobenzoate o-Nitrobenzoyl chloride
(min.)
(5.3min)° (6.0min)°

1 42.6 57.4

11 83.9 16.1

21 97.4 2.6

31 100.0 -

41 100.0 -
150 100.0 -

aReaction time. "Retention time

SM 2. Area percents (%) of o-nitrobenzoyl chloride, o-nitrobenzoic acid (product), and trifluoroethyl o-

nitrobenzoate (product) in 70% TFE

Area percent(%)
Reat. time?
Trifluoroethyl
) o-Nitrobenzoic acid o-Nitrobenzoyl chloride
(min.) o-nitrobenzoate
(2.4min) (6.0min) (7.0min)
1 44.2 29.5 26.3



11 45.3 0.1 54.6

21 45.3 - 54.7

31 45.3 - 54.7

aReaction time. PRetention time

SM 3. Analyzing conditions of HPLC for products by solvoyisis

Items Analyzing conditions

Surveyor HPLC System

System
(Thermo Finnigan Co. USA)
Detector Surveyor PDA Detector
Pump Finnigan Surveryor LC Pump
Column 150>4.6 mm 5u Hypersill® GOLD C18
Wavelength 325 nm
Solvent ACN 50% : H,O 50% Isocratic
Flow Rate 1.0 me/min
Injection Volume 2 Ul

SM 3. Analyzing conditions of GC/mass for identification of products by solvoylsis.

Items Analyzing conditions




Clarus 500 GC-Mass System

System
(Perkin-Elmer, USA)
Elite-5MS,
column
(30mx0.32 mm IDx 0.25 um DF)
carrier gas He
flow rate 1 m@/min
GC
initial : 70°C, 2min,
Oven Temp
ramp : 10°C min, 5min hold
injection volume 1.0 ¢
split ratio 50:1
lon mode El
Mass mass range 30 amu ~ 500 amu

solvent D. time

2 min




2. Hitrobenzoyl chloride in 100% EtOH

10-0CT-200722:38:14

oo 1035
O\C/O\/
%

0 T T T r T T T r T T T r ) T T T T 7 itme:
3.00 5.00 7.0 900 11.00 13.00 1500 17.00 19.00 2100 230 2500 2700
2ETOH 10-0CT-2007 + 2

20071008-yt)-3- 1656 (10.362)
100- . 150
&1
%9 B £ 3 1w g
. SR i \ |\ ( 167173 195 07 g 2% 261 265 60 20 33Q 39 364 D KB A1 043 M40 L
U o S LA L AT A A AL AT Y [ A AT AT U [ A U ] 1 [ A ] B Lt i s
R:810 Mist 88172 ETHYLQ NITROEENZOATE
- 140
o] 104 :
& 45 50e3 55 | A '3‘5 151 T g e
o ""I '\"I"I" "‘I“"I\I'" J refier |”"‘|""\|""”|“ 'I""\"I“I"‘"\""I""'\""I“"\""\""I""I""I""I""I""\“"\"“\""\""\""\""I“"\""I""\'"'\“"I"“\""\“"\""I""I'"'\""I“"I"“\"'
24 4 6 84 Ti04 124 144 184 184 204 224 244 264 284 304 34 344 364 384 404 44 442 464 434 ¢

SM 4. GC/mass total ion chromatogram and mass spectrum of product of o-nitrobenzoyl chloride in 100% ethanol.

3. o-Nitrobenzoyl chioride in 80 % EtOH
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SM 5. GC/mass total ion chromatogram and mass spectrum of product of o-nitrobenzoyl chloride in 80% aqueous ethanol at
10.33 min.
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SM 6. GC/mass total ion chromatogram and mass spectrum of product of o-nitrobenzoyl chloride in 80% aqueous EtOH at
11.63 min.
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SM 7. GC/mass total ion chromatogram and mass spectrum of product of o-nitrobenzoyl chloride

in 60% aqueous TFE.

5. 0-Nitrobenzoyl chiorice in 602 Acetone 11-0CT-200700:30:08
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SM 8. GC/mass total ion chromatogram and mass spectrum of product of o-nitrobenzoyl chloride in 60% aqueous acetone.
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SM 9. HPLC chromatogram of o-nitrobenzoyl chloride in 100%EtOH at 1 minute.
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SM 10. HPLC chromatogram of o-nitrobenzoyl chloride in 100%EtOH at 11 minute.
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SM 11. HPLC chromatogram of o-nitrobenzoyl chloride in 100%EtOH at 21 minute.
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SM 12. HPLC chromatogram of o-nitrobenzoyl chloride in 100%EtOH at 150 minute.
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SM 13. HPLC chromatogram of o-nitrobenzoyl chloride in 100%EtOH at various times.
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SM 14. HPLC chromatogram of o-nitrobenzoyl chloride in 70%TFE at 1 minute.
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SM 15. HPLC chromatogram of o-nitrobenzoyl chloride in 70%TFE at 11 mnute.
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SM 16. HPLC chromatogram of o-nitrobenzoyl chloride in 70%TFE at 31 minute.
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SM 17. HPLC chromatogram of o-nitrobenzoyl chloride in various concentrations of pure and aqueous ethanol
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SM 18. HPLC chromatogram of o-nitrobenzoyl chloride in various agueous solvents.
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