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4 Mechanism study

I, toluene, reflux, 10 min

ESI-MS of the reaction mixture after 10min, and intermediate A was observed.
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'H NMR (300MHz, CDCI,)
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'H NMR (300MHz, CDCIL,)
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'H NMR (300MHz, CDCl,)
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C NMR (75MHz, CDCL,)
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'"H NMR (300MHz, DMSO-d,)
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13C NMR (75MHz, DMSO-d.)
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'H NMR (300MHz, CDCl,)
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*C NMR (75MHz, CDCl,)
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'"H NMR (300MHz, DMSO-d,)
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*C NMR (75MHz, DMSO-d,)
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"H NMR (300MHz, CDCI,)
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3C NMR (75MHz, CDCl,)
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'H NMR (300MHz, CDCl,)
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8C NMR (75MHz, CDCL,)
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"H NMR (300MHz, CDCI,)
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*C NMR (75MHz, CDCl,)
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'H NMR (300 MHz, CDCl,)

Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry

This journal is © The Royal Society of Chemistry 2012

0000°0—

60TT"G
A AR
¥629°G
82v9°¢
€126°9
GEP6 94
997691
6£96 "9+
76969
2S00 L
€ETO"L
L990" L
690" L
6T60°L
pS60° L
€92T°L
G8VT L
PEGT L
€OLT L
9TLT L\
GEGT L~
oomm.pu\w
ONNN.PK\\
P8V L
Z62€° L
LOGE " L
P6GE "L
€T9€°L
6G8€" L
vLOY "L
zZ607 "L
06TV L
PO0L " L
60TL L
GOTL L
zeELT L%
88€L " L4
T8vL" L4
€0GL" L
6€GL" L
80€0°8

ppm

6468E° L
PLOV "L
60V L
06TV "L
7o0L L
60TL L
SOTL L
ceEeL L
88EL L

ppm

1.0 0.5

1.5

(5¢c)
11.5 11.0 10.5 10.0 9.5 9.0 85 80 75 7.0 65 60 55 50 45 40 35 3.0 25 20

G L I B I I B B L B I B I L B I L I L L I B B A NN LN NARLLIL L

960
=66"

=17
~LP e
—0c ¢

0C¢ 1T

T~ -



3C NMR (75 MHz, CDCI,)
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"H NMR (300MHz, CDCI,)
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3C NMR (75MHz, CDCI,)
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"H NMR (300MHz, CDCI,)
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3C NMR (75MHz, CDCI,)
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'H NMR (300MHz, CDCls)
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'"H NMR (300MHz, CDCl,)
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¥C NMR (75MHz, CDCI,)
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13C NMR (75 MHz,DMSO-d,)
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'H NMR (300MHz, CDCI,)
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3C NMR (75MHz, CDCI,)
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'H NMR (300MHz, CDCI.)
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~ Mass Spectrum SmartFormula Report

Analysis Info
Analysis Name

D:\20120619\YIN_1_APCI_POS_000002.d

Acquisition Date 2012-6-19 19:00:33

Method Metal_Trypsin digestion Operator
Sample Name  YIN_1_APCI_POS Instrument apex-Ultra
Comment
Acquisition Parameter
Polarity Positive Source APCI No. of Laser Shots 20
Averaged Scans 2 No. of Cell Fills 1 lLaser Power 51.0 %
Broadband Low Mass 100.3 m/z End Plate 1500.0 V MALDI Plate 3000V
Broadband High Mass  600.0 m/z Capillary Entrance 2000.0V Imaging Spot Diameter  2000.0 um
Acquisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature 180.0 °C Calibration Date Wed Jan 4 05:51:21 2012
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 L/min Data Acquisition Size 131072
lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 L/min Apodization Sine-Bell Multiplication
Flight Time to Acq. Cell 0.0 sec
Intens. +MS
x107]
1 HRMS (5a)
3]
] 324.13866
2_
] 322.12%89
1
: 338.11786 356.12832
0- L . L 37014263
280 290 300 310 320 330 340 350 360 370 miz
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb ej¥Conf N-Rule
32413866 1 C283H18NO 100.00 324.13829 -0.4 -1.1 11.8 155 even ok
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  2012-6-19 19:01:42
Analysis Name  D:\20120619\YIN_2_APCI_POS_000002.d

Method Metal_Trypsin digestion Operator

Sample Name  YIN_2_APCI_POS Instrument apex-Ultra
Comment

Acquisition Parameterﬁ

Polarity Positive Source APCI No. of Laser Shots 20

Averaged Scans 2 No. of Cell Fills 1 Laser Power 51.0%

Broadband Low Mass  100.3 m/z End Plate 1500.0 V MALDI Plate 300.0V

Broadband High Mass  600.0 m/z Capillary Entrance 20000V Imaging Spot Diameter  2000.0 ym

Acquisition Mode Single MS Skimmer 1 200V

Pulse Program basic Drying Gas Temperature 180.0 °C Calibration Date Wed Jan 4 05:51:21 2012
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 L/min Data Acquisition Size 131072

lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 L/min Apodization Sine-Bell Multiplication

Flight Time to Acq. Cell 0.0 sec

Intens. +MS
x107]

s HRMS (5b)

6_

] 358.10000

4_

2_

|l B 391.28495
260 280 300 320 340 360 380 400 420 440 miz
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb ej¥Xonf N-Rule
35810000 1 C23H17CINO 100.00 358.09932 -0.7 -1.9 36 155 even ok
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Mass Spectrum SmartFormula Report

Analysis Info

Acquisition Date 2012-6-19 19:02:53

Analysis Name

D:\20120619\YIN_3_APCI_POS_000002.d

Method Metal_Trypsin digestion Operator
Sample Name  YIN_3_APCI_POS Instrument apex-Ultra
Comment
Acquisition Parameter
Polarity Positive Source APCI No. of Laser Shots 20
Averaged Scans 2 No. of Cell Fills 1 Laser Power 51.0%
Broadband Low Mass  100.3 m/z End Plate 1500.0 V MALDI Plate 3000V
Broadband High Mass  600.0 m/z Capillary Entrance 20000V Imaging Spot Diameter  2000.0 pm
Acquisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature 180.0 °C Calibration Date Wed Jan 4 05:51:21 2012
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 L/min Data Acquisition Size 131072
lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 L/min Apodization Sine-Bell Multiplication
Flight Time to Acq. Cell 0.0 sec
Intens. ] +MS
0] HRMS (5¢)
47
3] 402.04870
23 400.0237
1
5 | l 416.01802 436.02545
S B ' N S T ————
390 400 410 420 430 440 m/z
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e¥Conf N-Rule
402.01318 C22H13BrNO2 100.00 402.01242 -1.9 4598 16.5 even ok
402.04870 C23H17BrNO 100.00 402.04880 0.3 1483 155 even ok
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Mass Spectrum SmartFormula Report

Analysis Info

Analysis Name  D:\20120619\YIN_4_APCI_POS_000002.d

Acquisition Date 2012-6-19 19:04:08

Method Metal_Trypsin digestion Operator
Sample Name  YIN_4_APCI_POS Instrument apex-Ultra
Comment
Acquisition Parameter
Polarity Positive Source APCI No. of Laser Shots 20
Averaged Scans 2 No. of Cell Fills 1 Laser Power 51.0%
Broadband Low Mass 100.3 m/z End Plate 1500.0 V MALDI Plate 300.0V
Broadband High Mass  600.0 m/z Capillary Entrance 2000.0V Imaging Spot Diameter 2000.0 ym
Acquisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature 180.0 °C Calibration Date Wed Jan 4 05:51:21 2012
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 L/min Data Acquisition Size 131072
lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 L/min Apodization Sine-Bell Multiplication
Flight Time to Acqg. Cell 0.0 sec
Intens%— +MS
x1077]
1 HRMS (5d)
3_
2] 342.12916
14
] 356.10848
] 1 | 360.10241
0+ — — e ———— . e i A
325 330 335 340 345 350 355 360 m/z
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb ej¥Conf N-Rule
34212916 1 C23H17FNO 100.00 342.12887 -0.3 -0.9 08 155 even ok
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  2012-6-19 19:05:11
Analysis Name D:\20120619\YIN_5_APCI_POS_000002.d

Method Metal_Trypsin digestion Operator

Sample Name  YIN_5_APCI_POS Instrument apex-Ultra
Comment

Acquisition Parameter

Polarity Positive Source APCI No. of Laser Shots 20

Averaged Scans 4 No. of Cell Fills 1 Laser Power 51.0%

Broadband Low Mass 100.3 m/z End Plate 1500.0 V MALDI Plate 3000V

Broadband High Mass  600.0 m/z Capillary Entrance 20000V Imaging Spot Diameter  2000.0 pm

Acquisition Mode Single MS Skimmer 1 200V

Pulse Program basic Drying Gas Temperature 180.0 °C Calibration Date Wed Jan 4 05:51:21 2012
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 L/min Data Acquisition Size 131072

lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 L/min Apodization Sine-Bell Multiplication

Flight Time to Acq. Cell 0.0 sec

Intens7.; +MS
07 HRMS (5e)
2.5
2.0
1 338.15423
1.5
1.0
] 352.13338
0.5
; J l l L 3%6.12919 363.11463
0,‘1.............,,l—,l.‘.....ﬁf...‘.l%.l.‘.l.'frj.l#
325 330 335 340 345 350 355 360 m/z
Meas. m/z # Formula Score mfz err[mDa] err[ppm] mSigma rdb e;¥onf N-Rule
33815423 1 C24H20NO 100.00 338.15394 -0.3 -0.8 425 155 even ok
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Mass Spectrum SmartFormula Report

Analysis Info

Analysis Name  D:\20120619\YIN_6_APCI_POS_000002.d
Method Metal_Trypsin digestion

Sample Name  YIN_6_APCI_POS
Comment

Acquisition Parameter

Polarity Positive
Averaged Scans 2
Broadband Low Mass 100.3 m/z
Broadband High Mass  600.0 m/z
Acquisition Mode Single MS
Pulse Program basic
Source Accumulation 0.0 sec

Source APCI
No. of Cell Fills 1

End Plate 1500.0 V
Capillary Entrance 2000.0 V
Skimmer 1 200V

Drying Gas Temperature 180.0 °C
Drying Gas Flow Rate 4.0 L/min

Acquisition Date 2012-6-19 19:06:18

Operator

Instrument apex-Ultra

No. of Laser Shots
Laser Power

MALDI Plate

Imaging Spot Diameter

Calibration Date
Data Acquisition Size

20

51.0%
300.0 V
2000.0 pm

Wed Jan 4 05:51:21 2012
131072

lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 L/min Apodization Sine-Bell Multiplication
Flight Time to Acq. Cell 0.0 sec
Intenss‘ +MS
x10°
| HRMS (5g)
1.0
0.8+
. 354.14908
0.6
0.4
0.2
oc0——m—m—™—m ™ m™ ™ ....L.‘..l.'......|.
325 330 335 340 345 350 355 360 m/z
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb ej¥onf N-Rule
35414908 1 C24H20NO2 100.00 354.14886 -0.2 -0.6 57 155 even ok
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Mass Spectrum SmartFormula Report

Analysis Name  D:\20120619\YIN_7_APCI_POS_000002.d

Acquisition Date 2012-6-19 19:07:22

Method Metal_Trypsin digestion Operator
Sample Name  YIN_7_APCI_POS Instrument apex-Ultra
Comment
Acquisition Parameter
Polarity Positive Source APCI No. of Laser Shots 20
Averaged Scans 2 No. of Cell Fills 1 Laser Power 51.0%
Broadband Low Mass 100.3 m/z End Plate 1500.0 V MALDI Plate 300.0V
Broadband High Mass  600.0 m/z Capillary Entrance 2000.0V Imaging Spot Diameter 2000.0 ym
Acquisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature 180.0 °C Calibration Date Wed Jan 4 05:51:21 2012
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 L/min Data Acquisition Size 131072
lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 L/min Apodization Sine-Bell Multiplication
Flight Time to Acqg. Cell 0.0 sec
Intens7.2 +MS
x107]
"1 HRMS (5h)
4
] 434.05561
37 432.05940
430.04203
27
11 l
415 © a0 “45 0 a0 45 a0 a5 mz
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb ej¥Conf N-Rule

432.05940

1 C24H19BrNO2 100.00 432.05937
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  2012-6-19 19:08:26
Analysis Name D:\20120619\YIN_8_APCI_POS_000002.d

Method Metal_Trypsin digestion Operator

Sample Name  YIN_8_APCI_POS Instrument apex-Ultra
Comment

Acquisition Parameter

Polarity Positive Source APCI No. of Laser Shots 20

Averaged Scans 2 No. of Cell Fills 1 Laser Power 51.0 %

Broadband Low Mass 100.3 m/z End Plate 1500.0 V MALDI Plate 3000V

Broadband High Mass  600.0 m/z Capillary Entrance 20000V Imaging Spot Diameter  2000.0 ym

Acquisition Mode Single MS Skimmer 1 200V

Pulse Program basic Drying Gas Temperature 180.0 °C Calibration Date Wed Jan 4 05:51:21 2012
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 L/min Data Acquisition Size 131072

lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 L/min Apodization Sine-Bell Multiplication

Flight Time to Acq. Cell 0.0 sec

Intens. +MS

x107 7 .

.51 HRMS (5i)

2.0

15: 358.09921

] 356.08164

1.0

0'55 360.11922
] 1 362.10987 372.07616

0.0 : .J....l,.*ﬁ.........kr.r...

355 360 365 370 375 m/z

Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb ej¥XConf N-Rule
35809921 1 C283H17CINO 100.00 358.09932 0.1 0.3 671 155 even ok
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Mass Spectrum SmartFormula Report

Analysis Info

Analysis Name

Acquisition Date 2012-6-19 19:09:23

D:\20120619\YIN_9_APCI_POS_000002.d

Method Metal_Trypsin digestion Operator
Sample Name  YIN_9_APCI_POS Instrument apex-Ultra
Comment
Acquisition Parameter
Polarity Positive Source APCI No. of Laser Shots 20
Averaged Scans 2 No. of Cell Fills 1 Laser Power 51.0 %
Broadband Low Mass 100.3 m/z End Plate 1500.0 V MALDI Plate 3000V
Broadband High Mass ~ 600.0 m/z Capillary Entrance 2000.0 V Imaging Spot Diameter  2000.0 ym
Acquisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature 180.0 °C Calibration Date Wed Jan 4 05:51:21 2012
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 L/min Data Acquisition Size 131072
lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 L/min Apodization Sine-Bell Multiplication
Flight Time to Acq. Cell 0.0 sec
Intens7.- +MS
x10 H
| HRMS (5j)
6_
436.00970
4 438.00586
2_
| 430.04099 A
——r ..,..l.‘..‘.\f..n.J..' —_—
410 415 420 425 430 435 440 445 m/z
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e¥Conf N-Rule
436.00970 1 C23H16BrCINO 100.00 436.00983 0.1 0.3 276 155 even ok
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  2012-6-19 19:10:20
Analysis Name D:\20120619\YIN_10_APCI_POS_000002.d

Method Metal_Trypsin digestion Operator

Sample Name  YIN_10_APCI_POS Instrument apex-Ultra
Comment

Acquisition Parameter

Polarity Positive Source APCI No. of Laser Shots 20

Averaged Scans 2 No. of Cell Fills 1 Laser Power 51.0%

Broadband Low Mass 100.3 m/z End Plate 1500.0 V MALDI Plate 300.0V

Broadband High Mass  600.0 m/z Capillary Entrance 2000.0 V Imaging Spot Diameter 2000.0 um

Acquisition Mode Single MS Skimmer 1 200V

Pulse Program basic Drying Gas Temperature 180.0 °C Calibration Date Wed Jan 4 05:51:21 2012
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 L/min Data Acquisition Size 131072

lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 L/min Apodization Sine-Bell Multiplication

Flight Time to Acq. Cell 0.0 sec

Intens7,§ +MS
¥l HRMS (5k)
57
44
1 342.12916
34
24
19
0' {]|, 35610820  374.11908 ‘ 430.04354
300 ' 320 340 ' 360 ' 380 400 ' 420 ' 420 miz
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb ej¥Conf N-Rule
34212916 1 C283H17FNO 100.00 34212887 -0.3 -0.9 38 155 even ok
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date  2012-6-19 19:17:11
Analysis Name D:\20120619\YIN_16_APCI_POS_000002.d

Method Metal_Trypsin digestion Operator

Sample Name  YIN_16_APCI_POS Instrument apex-Ultra
Comment

Acquisition Parameter

Polarity Positive Source APCI No. of Laser Shots 20

Averaged Scans 2 No. of Cell Fills 1 Laser Power 51.0%

Broadband Low Mass 100.3 m/z End Plate 1500.0 V MALDI Plate 300.0V

Broadband High Mass  600.0 m/z Capillary Entrance 2000.0V Imaging Spot Diameter 2000.0 ym

Acquisition Mode Single MS Skimmer 1 200V

Pulse Program basic Drying Gas Temperature 180.0 °C Calibration Date Wed Jan 4 05:51:21 2012
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 L/min Data Acquisition Size 131072

lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 L/min Apodization Sine-Bell Multiplication

Flight Time to Acqg. Cell 0.0 sec

Intens7. +MS
x071  HRMS (5)
6_
44 376.08988
2_
0 }l “I " 408.07911
300 320 340 360 380 400 420 440 m/z
Meas. m/z # Formula Score m/z err err  mSig rdb  ej¥ N-R
[mDa [ppm ma Conf ule
] ]
376.08988 1 C23H16CIFNO 100.00 376.08990 0.0 0.0 7.0 155 even ok
2 C20H17CIF2NO2 43.28 376.09104 1.2 3.1 20.7 115 even ok
3 C18H16CIF5N 31.79 376.08859 -1.3 -3.4 30.8 85 even ok

S61



Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2012

Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date 2012-6-19 19:15:22
Analysis Name D:\20120619\YIN_15_APCI_POS_000002.d

Method Metal_Trypsin digestion Operator

Sample Name  YIN_15_APCI_POS Instrument apex-Ultra
Comment

Acquisition Parameter

Polarity Positive Source APCI No. of Laser Shots 20

Averaged Scans 2 No. of Cell Fills 1 Laser Power 51.0%

Broadband Low Mass 100.3 m/z End Plate 1500.0 V MALDI Plate 300.0V

Broadband High Mass  600.0 m/z Capillary Entrance 2000.0V Imaging Spot Diameter 2000.0 ym

Acquisition Mode Single MS Skimmer 1 200V

Pulse Program basic Drying Gas Temperature 180.0 °C Calibration Date Wed Jan 4 05:51:21 2012
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 L/min Data Acquisition Size 131072

lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 L/min Apodization Sine-Bell Multiplication

Flight Time to Acqg. Cell 0.0 sec

Intens7.- +MS
9] HRMS (5m)

2j 31411778

1: 391.28452
J 328.07787 34610765
] l I 4 ‘L‘ P IJ 3601|21 98 ln 3

300 320 340 360 380 400 420 440 miz
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb ej¥Conf N-Rule
31411778 1 C21H16NO2 100.00 314.11756 -0.2 -0.7 3.2 145 even ok
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date 2012-6-19 19:14:18
Analysis Name D:\20120619\YIN_14_APCI_POS_000002.d

Method Metal_Trypsin digestion Operator

Sample Name  YIN_14_APCI_POS Instrument apex-Ultra
Comment

Acquisition Parameter

Polarity Positive Source APCI No. of Laser Shots 20

Averaged Scans 2 No. of Cell Fills 1 Laser Power 51.0%

Broadband Low Mass 100.3 m/z End Plate 1500.0 V MALDI Plate 300.0V

Broadband High Mass  600.0 m/z Capillary Entrance 2000.0V Imaging Spot Diameter 2000.0 ym

Acquisition Mode Single MS Skimmer 1 200V

Pulse Program basic Drying Gas Temperature 180.0 °C Calibration Date Wed Jan 4 05:51:21 2012
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 L/min Data Acquisition Size 131072

lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 L/min Apodization Sine-Bell Multiplication

Flight Time to Acqg. Cell 0.0 sec

Intens7.: +MS
0"y HRMS (5n)

5

41

: 330.09507

3

2

11

l l 344.07461 362.08451 438'998321

P i dod i N

300 320 340 360 380 400 420 440 m/z

Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb ej¥Conf N-Rule

330.09507 1 C21H16NOS 100.00 330.09471 -0.4 -11 192 145 even ok
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date 2012-6-19 19:13:22
Analysis Name D:\20120619\YIN_13_APCI_POS_000002.d

Method Metal_Trypsin digestion Operator

Sample Name  YIN_13_APCI_POS Instrument apex-Ultra
Comment

Acquisition Parameter

Polarity Positive Source APCI No. of Laser Shots 20

Averaged Scans 2 No. of Cell Fills 1 Laser Power 51.0%

Broadband Low Mass 100.3 m/z End Plate 1500.0 V MALDI Plate 300.0V

Broadband High Mass  600.0 m/z Capillary Entrance 2000.0V Imaging Spot Diameter 2000.0 ym

Acquisition Mode Single MS Skimmer 1 200V

Pulse Program basic Drying Gas Temperature 180.0 °C Calibration Date Wed Jan 4 05:51:21 2012
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 L/min Data Acquisition Size 131072

lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 L/min Apodization Sine-Bell Multiplication

Flight Time to Acqg. Cell 0.0 sec

Intens7.— +MS
x10
5 HRMS (7)
6_
1 325.13381
4_
2_
. | l 340.11345 39138451
300 ' 320 ' 340 ' 360 380 400 ' 420 ' 440 miz
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb ej¥Conf N-Rule
32513381 1 C22H17N20O 100.00 325.13354 -0.3 -0.8 50 155 even ok
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Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date 2012-6-19 19:12:27
Analysis Name D:\20120619\YIN_12_APCI_POS_000002.d

Method Metal_Trypsin digestion Operator

Sample Name  YIN_12_APCI_POS Instrument apex-Ultra
Comment

Acquisition Parameter

Polarity Positive Source APCI No. of Laser Shots 20

Averaged Scans 2 No. of Cell Fills 1 Laser Power 51.0%

Broadband Low Mass 100.3 m/z End Plate 1500.0 V MALDI Plate 300.0V

Broadband High Mass  600.0 m/z Capillary Entrance 2000.0V Imaging Spot Diameter 2000.0 ym

Acquisition Mode Single MS Skimmer 1 200V

Pulse Program basic Drying Gas Temperature 180.0 °C Calibration Date Wed Jan 4 05:51:21 2012
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 L/min Data Acquisition Size 131072

lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 L/min Apodization Sine-Bell Multiplication

Flight Time to Acqg. Cell 0.0 sec

Intens. +MS
“*1 HRMS (8)
0.8+
0.6 359.09483
0.4+
0.2
) 340.11331 “ 432.04098
0.0 T T L |l T —U ! T T T T T T - T
300 320 340 360 380 400 420 440 m/z
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb ej¥Conf N-Rule
359.09483 1 C22H16CIN20O 100.00 359.09457 -0.3 -0.7 155 155 even ok
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Analysis Info

Analysis Name  D:\20120619\YIN_11_APCI_POS_000002.d

Acquisition Date 2012-6-19 19:11:31

Method Metal_Trypsin digestion Operator
Sample Name  YIN_11_APCI_POS Instrument apex-Ultra
Comment
Acquisition Parameter
Polarity Positive Source APCI No. of Laser Shots 20
Averaged Scans 2 No. of Cell Fills 1 Laser Power 51.0%
Broadband Low Mass 100.3 m/z End Plate 1500.0 V MALDI Plate 300.0V
Broadband High Mass  600.0 m/z Capillary Entrance 2000.0V Imaging Spot Diameter 2000.0 ym
Acquisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature 180.0 °C Calibration Date Wed Jan 4 05:51:21 2012
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 L/min Data Acquisition Size 131072
lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 L/min Apodization Sine-Bell Multiplication
Flight Time to Acqg. Cell 0.0 sec
Intens7.' +MS
x10
1 HRMS (9)
6_
1 331.09026
4_
2_
0 l L l s l s 430-941387
300 320 340 360 380 400 420 440 miz
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb e¥Conf N-Rule
331.09026 1 C20H15N20S 100.00 331.08996 -0.3 -0.9 173 145 even ok
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