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1. X-ray single crystal structure of compound 3ga.

These data can be obtained free of charge via https://www.ccdc.cam.ac.uk (CCDC: 1891024)
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Scheme S1. X-ray crystallography data of 3ga

Tablel. Crystal data and structure refinement for 3ga.

Identification code mo_20180573-b6-ff-61-1_0m
Empirical formula C13H11ClO4
Formula weight 266.67
Temperature/K 173

Crystal system monoclinic

Space group P2i/c

alA 3.878(3)

b/A 30.07(2)

c/A 10.204(7)

a/° 90

p/° 95.477(15)

v/° 90

Volume/A3 1184.2(14)

Z 4

Pcalcg/Cm3 1.496

w/mm? 0.326

F(000) 552.0

Crystal size/mm? 0.15 %0.08 %x0.03
Radiation MoKa (A =10.71073)
20 range for data collection/°4.232 to 52.798
Index ranges -4<h<4,-37<k<37,-12<1<7
Reflections collected 6521

Independent reflections 2354 [Rint = 0.0623, Rsigma = 0.0768]
Data/restraints/parameters  2354/0/165


https://www.ccdc.cam.ac.uk（CCDC

Goodness-of-fit on F2

Final R indexes [[>=2c (1)]
Final R indexes [all data]

1.000

R1 =0.0600, wR2 = 0.1591
R1=0.0902, wR2 = 0.1747
Largest diff. peak/hole / e A2 0.28/-0.30

Table2. Fractional Atomic Coordinates (x10%) and Equivalent Isotropic Displacement
Parameters (A2x10°) for 3ga. Ueq is defined as 1/3 of of the trace of the orthogonalised

Uy tensor.
Atom
Cl1
02
03
01
04
Cl1
C5
C6
C8
C7
C4
C3
C12
C10
C9
C2
Cl
C13

X

361(2)
6315(5)
8445(6)
8611(6)
6997(7)
5345(7)
5529(7)
7188(7)
8569(8)
7488(7)
3936(8)
2329(7)
6101(8)
6913(8)
10303(8)
2179(9)
3702(9)
5217(10)

y
5944.3(3)

5728.7(6)
7080.0(6)
5573.9(7)
7636.2(7)
6915.9(9)
6460.6(9)
6326.9(9)
6631.3(9)
5838.8(9)
6160.9(10)
6321.5(10)
5252.9(9)
7241.6(10)
6569.4(10)
6770.3(11)
7064.3(10)
5202.7(11)

Z
675.3(9)
6585(2)
5700(2)
4706(2)
4356(3)
3583(3)
3887(3)
5153(3)
6017(3)
5454(3)
2958(3)
1804(3)
6849(3)
4517(4)
7356(3)
1493(4)
2389(4)
8240(4)

U(eq)
45.6(3)
31.6(6)
34.4(6)
37.8(6)
52.0(8)
28.3(7)
25.7(7)
24.8(7)
28.5(7)
27.5(7)
28.9(7)
28.9(7)
31.5(7)
33.9(8)
35.4(8)
36.8(8)
36.0(8)
41.99)

Table3. Anisotropic Displacement Parameters (A2x10°) for 3ga. The Anisotropic
displacement factor exponent takes the form: -2n?[h?a*?U11+2hka*b*Us2+...].

Atom
Cl1
02
03
01
04
Cl1
C5
C6
Cc8
C7
C4
C3
C12

Un
48.0(5)
42.3(12)
43.6(13)
48.9(13)
71.5(18)
28.2(15)
25.1(15)
26.6(14)
29.7(16)
27.1(15)
30.9(16)
27.6(15)
37.9(17)

U2
48.9(6)
22.4(11)
24.6(11)
27.3(11)
22.3(12)
24.4(14)
26.1(15)
22.7(14)
24.4(15)
26.7(15)
24.6(15)
37.2(17)
21.5(15)

Uss
38.6(6)
32.4(14)
34.9(15)
39.3(15)
61(2)
34(2)
27.4(19)
26.0(18)
33(2)
28.6(19)
32(2)
22.6(18)
36(2)

3

Uz
-11.6(4)
-0.2(9)
-4.6(9)
-3.3(10)
0.1(11)
-2.2(13)
-0.9(12)
-1.5(12)
-2.0(13)
-1.4(13)
-1.7(13)
-4.2(13)
2.0(13)

Uz Uz
-3.1(4) -2.8(4)
14.6(10) -0.4(8)
4.4(11) -5.0(8)
15.6(12) 6.5(9)
2.2(15) -8.0(11)
10.7(14) -0.8(11)
9.7(13) 1.0(10)
7.5(13) 0.8(10)
9.2(14) 1.9(11)
2.5(13) -1.3(11)
7.4(14) -0.6(11)
5.9(13) -0.8(12)
8.6(15) -1.7(11)



C10
C9
C2
C1

C13

38.4(18)
37.2(18)
40.8(19)
39.7(18)
50(2)

27.4(16)
37.0(18)
38.7(18)
30.8(17)
37.8(19)

Table4. Bond Lengths for 3ga.

Atom
Cl1
02
02
03
03
01
04

Cl1
Cl1
Cl11

C3
C7
C12
C8
C10
C7
C10
C5
C10
Cl

Atom

Length/A

1.740(3)
1.322(4)
1.459(4)
1.387(4)
1.381(4)
1.212(4)
1.199(4)
1.404(4)
1.458(4)
1.393(5)

Table5. Bond Angles for 3ga.
Atom Atom Atom Angle/’

C7 02
C10 03
C5 Cil1
C1 Cil1
C1 Ci11
Cl1 C5
Cl1 C5
C4 C5
C5 C6
C8 C6
C8 C6
(OX] C8
C6 C8
C6 C8

Ci12

C8

C10

C5

C10

C6
C4
C6
C7
C5
Cc7
C9
(OX]
C9

115.9(2)
123.2(2)
120.1(3)
121.03)
118.9(3)
118.6(3)
117.7(3)
123.7(3)
118.3(2)
120.8(3)
120.9(3)
109.9(3)
120.4(3)
129.6(3)

37(2)
32(2)
31(2)
38(2)
39(2)

Atom

-1.9(14)
-7.1(15)
4.3(15)
5.9(15)
3.3(16)

C5
C5
C6
C6
C8
C4
C3
Ci12
C2

Atom Atom

02
o1
o1
C3
C4
C4
C2
02
(OX]
04
04
C1
C2

C7
C7
C7
C4
C3
C3
C3
C12
C10
C10
C10
C2
C1

10.1(16)  -3.8(12)
3.2(16)  0.5(13)
3.8(16)  3.5(13)
8.6(16)  0.9(12)
11.3(18)  -5.8(15)
Atom  Length/A
C6 1.444(4)
C4 1.408(4)
c8 1.345(4)
c7 1.502(4)
o 1.476(5)
Cc3 1.367(4)
Cc2 1.386(4)
C13 1.500(5)
Cc1 1.365(5)
Atom  Angle/’
C6  113.4(3)
02  124.0(3)
C6  122.6(3)
C5  119.3(3)
Cll  1184(2)
C2  123.1(3)
Cll  1185(3)
C13  107.2(3)
Cll  116.9(3)
03  116.9(3)
Cll  126.2(3)
Cc3  118.1(3)
Cll  120.7(3)

Table6. Hydrogen Atom Coordinates (Ax10%) and Isotropic Displacement Parameters
(A%x10%) for 3ga.

Atom
H4
H12A

3978
8345

5850
5107

3130
6738

U(eq)
35
38



H12B 4290 5114 6232 38

H9A 12405 6752 7463 53
H9B 10923 6256 7489 53
H9C 8732 6660 8005 53
H2 1049 6870 680 44
H1 3641 7373 2197 43
H13A 3109 5372 8358 63
H13B 7133 5316 8845 63
H13C 4832 4888 8426 63

Crystal structure determination of 3ga.

Crystal Data for C13H1:ClO4 (M =266.67 g/mol): monoclinic, space group P21/c
(no. 14),a= 3.8783) A b= 30.07(2) A c= 10.204(7) A p= 95.477(15)<V =
1184.2(14) A%, Z = 4, T = 173 K, u(MoKa) = 0.326 mm, Dcalc = 1.496 g/cm?, 6521
reflections measured (4.232° < 20 < 52.798°), 2354 unique (Rint = 0.0623, Rsigma =
0.0768) which were used in all calculations. The final Ry was 0.0600 (I > 2o(I))
and wR2 was 0.1747 (all data).



6.'H and C NMR Spectra of benzamides
tert-Butyl (4-ethylbenzoyl)carbamate (1c).
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tert-butyl (4-fluorobenzoyl)carbamate (1h).
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7.'H and C NMR Spectra of Products

Ethyl 3-methyl-1-o0xo0-1H-isochromene-4-carboxylate (3aa).
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Ethyl 3,6-dimethyl-1-oxo-1H-isochromene-4-carboxylate (3ba).
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Ethyl 1-oxo0-3-phenyl-1H-isochromene-4-carboxylate (3ab).
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Ethyl 3-(4-methoxyphenyl)-1-oxo-1H-isochromene-4-carboxylate (3ac).
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Ethyl 3-(4-chlorophenyl)-1-oxo-1H-isochromene-4-carboxylate(3ad).

48



e = &
0
o
)() O
|1 1
|
C ol |
T AR i T
= =M o o
b=} o0 O~ - Q
: | ; ; TeoT T : ; | Sy | ; @ '
11.5 10.5 9.5 8.5 7.5 6.5 5.5 4.5 3.5 2.5 .5 0.5
1 (ppm)
T 7
o)
(¢
g @
g g cl
| | 1 !
[ | 1‘|\ ‘ | i
[ ] ML L] .
240 230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 50 20 10 0 -10

f1 (ppm)

Ethyl 3-(naphthalen-2-yl)-1-oxo-1H-isochromene-4-carboxylate (3ae).
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Ethyl 3-cyclopropyl-1-oxo-1H-isochromene-4-carboxylate (3af).
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Ethyl 3-cyclohexyl-1-oxo-1H-isochromene-4-carboxylate (3ag).
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Ethyl 3-isopropyl-1-oxo-1H-isochromene-4-carboxylate (3ai).
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Ethyl 3-ethyl-1-oxo-1H-isochromene-4-carboxylate (3aj).
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Benzyl 3-methyl-1-o0xo0-1H-isochromene-4-carboxylate(3al).
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Allyl 3-methyl-1-o0x0-1H-isochromene-4-carboxylate(3am).
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Methyl 3-methyl-1-ox0-1H-isochromene-4-carboxylate (3an).
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Propyl 3-methyl-1-oxo-1H-isochromene-4-carboxylate (3ao).
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5. MS Spectra of benzamides.

3¢
Data Filename ESIH_20181012_LH_DGY_09.d Sample Name B6-DW-37
Sample Type Sample Position P1-B5
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 10/12/2018 14:25:47 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
x10 5 [+ESI Scan (rt: 0.2 min) Frag=175.0v ESIH_20181012_LH_DGY_09.d
4 .
272.1253
3.5
34
254
2
1.54
14
273.1284
0.5
o | 274.1299
267 268 260 270 271 272 273 274 275 296 277 278 279 280 281
Counts vs. Mass-to-Charge (m/z)
Formula Calculator Results
m/z Calc m/z Diff (mDa Diff m Ion Formula Ion
272.1253 272.1257 0.45| 1.69|C14 H19 N Na O3 (M-+Na)+
Data Filename ESIH_20181012_LH_DGY_08.d Sample Name B6-DW-35
Sample Type Sample Position P1-B4
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 10/12/2018 14:23:56 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
x10 8 [+ESI Scan (rt: 0.2 min) Frag=175.0V ESIH_20181012_LH_DGY_08.d
3.54
286.1417
34
2.54
24
1.54
14
0.54 287.1446
0 284.0771 ‘ 288.1475
' 283 284 285 286 287 288 289 290 291 202 203
Counts vs. Mass-to-Charge (m/z)
Formula Cal Result:
m/z |calc m/z Diff (mDa) __|Diff (ppm) __|Ton Formula Ton
286.1417) 286.1414 -0.29] -1.01|C15 H21 N Na 03 (M+Na)+

3e
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Data Filename ESIH_20180929_LH_DGY_21.d Sample Name B6-0929-DW28

Sample Type Sample Position P1-B3
Instrument Name Agilent G6520 Q-TOF Acq Method 20160324 _MS_ESIH_NEG_1lmin.m
Acquired Time 9/29/2018 15:11:07 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
%10 4 |-ESI Sean (rt: 0.7 min) Frag=175.0v ESIH_20180929_LH_DGY_21.d
3.54
276.1603
34
2.54
24
1.54
14
277.1629
0.5
2781687 281.2541 283.|2621
0 L T T T T L - T T =L T T T = T T 1
273 274 275 276 277 278 279 280 281 282 283
Counts vs. Mass-to-Charge (m/z)
Formula Calculator Results
m/z Calc mfz Diff (mDa Diff (ppm Ion Formula Ion
276.1603 276.1605 0.19 0.71|C16 H22 N O3 (M-H)-
Data Filename ESIH_20180929_LH_DGY_24.d Sample Name B6-0929-DW11
Sample Type Sample Position P1-B6
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 9/29/2018 15:16:41 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
%10 5 |+ESI Scan (rt: 0.3 min) Frag=175.0V ESIH_20180929_LH_DGY_24.d
4.5
al 274.1053
3.5
34
254
24
1.5
14
275.1081 376 1217
05 : 578 055E
. 2?2.|1260 | 277.1256 278 ?JJJ 280.0520
' 271 272 273 274 275 276 277 278 279 280 281

Counts vs. Mass-to-Charge (m/z)

Formula Calculator Results

m/z Calcm/z |Diff (mDa Diff Ion Formula Ion
274.1053 274.105 -0.28 -1.02|C13 H17 N Na 04 (M+Na)+

3g
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Data Filename ESIH_20180929_LH_DGY_13.d Sample Name B6-0929-DW9

Sample Type Sample Position P1-A4
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 9/29/2018 14:56:14 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
%10 5 [+ESI Sean (rt: 0.3 min) Frag=175.0v ESIH_20180929_LH_DGY_13.d
3.54
278.0561
a4
2.5
24
1.5
14 280.0534
0.5 279.0581
281.0568
0+ - - - - - - - ; ; ; -
275 276 277 278 279 280 281 282 283 284 285

Counts vs. Mass-to-Charge (m/z)

Formula Calculator Result:

m/z Calc m/z Diff (mDa Dff (ppm Ion Formula [1on |
278.0561 278.0554 -0.65 -2.33|C12 H14 CI N Na 03 J(M+Na)+ |
Data Filename ESIH_20180929_LH_DGY_11.d Sample Name B&-0929-DW5
Sample Type Sample Position P1-A2
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 9/29/2018 14:52:35 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
%10 8 | +ES| Scan (rt: 0.5 min) Frag=175.0V ESIH_20180929 LH_DGY_11.d
54
454 262.0848
4
3.54
34
2.54
2
1.5
14
263.0874
0.54
o 260.0697 | 264.0895 267.1673
' 259 260 261 262 263 264 265 266 267 268
Counts vs. Mass-to-Charge (m/z)
Formula Calculator Result:
m/z Calc m/z |Diff (mDa Diff Ion Formula Ion
262.0848 262.085 0.2 0.77|C12 H14 F N Na O3 (M+Na)+

3i
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Data Filename ESIH_20180929_LH_DGY_12.d Sample Name B&-0929-DW8
Sample Type Sample Position P1-A3
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 9/29/2018 14:54:24 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
%10 4 | +ESI Scan (rt: 0.5 min) Frag=175.0v ESIH_20180929 LH_DGY_12.d
3 -
: 322.0042 3240021
6
5 -
44
3
24
14 323.0071 325.0042
N I | I
319 320 a2 322 323 324 325 326 327 328 329
Counts vs. Mass-to-Charge (m/z)
Formula Calculator Result:
m/z [cale m/z Diff (mDa) __|Diff (ppm) __|Ton Formula [1on |
322.0042] 322.0049 0.7] 2.17|C12 H14 Br N Na 03 [(M+Na)+ ]
Data Filename ESIH_20181025_LH_DGY_08.d Sample Name B6-1025-DW38
Sample Type Sample Position P1-A4
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 10/25/2018 14:47:41 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
%10 5 [+ESI Sean (rt: 0.6 min) Frag=175.0v ESIH_20181025_LH_DGY_08.d
1.64 369.9917
1.4+
1.24
14
0.8
0.6
0.4+
0.24 370.9947
o 367.2493 371.9983
' 365 366 367 368 369 370 3/ 372 373 374 375 376 377 378
Counts vs. Mass-to-Charge (m/z)
Formula Calculator Result:
m/z Calcm/z Diff (mDa Diff (ppm Ion Formula Ion
369.9917 369.9911 -0.63 -1.7|C12 H14 IN Na O3 (M+Na)+
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Data Filename ESIH_20181017_LH_DGY_08.d Sample Name B6-DW-CF3

Sample Type Sample Position P1-B2
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 10/17/2018 16:37:38 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
%10 8 | +ESI Scan (rt: 0.4 min) Frag=175.0V ESIH_20181017_LH_DGY_08.d
1.4
312.0814
1.24
14
0.8
0.6
0.4
0.2 313.0852
o | 314.0875 320.1287

308 307 308 309 310 311 312 313 314 315 316 317 318 319 320 321 322
Counts vs. Mass-to-Charge (m/z)

Formula Calculator Result:

m/z [calc m/z Diff (mDa) __|Diff (ppm) __|Ton Formula [Ton |
312.0814 312.0818 0.4 1.28|C13 H14 F3 N Na 03 [Menay+ |
Data Filename ESIH_20181126_LH_DGY_40.d Sample Name B6-DW-NO2
Sample Type Sample Position P2-E3
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 11/26/2018 16:23:28 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
x10 5 |+ESI Scan (rt: 0.4 min) Frag=175.0V ESIH_20181126_LH_DGY_40.d
2751 289.0801
2.54 :
2.254
24
1.75-
1.5
1.25-
14
0.75
0.51 290.0828
0.25
0 285.1001 288.1380 2910851 2921118
' 285 286 287 288 289 280 291 292 293 294 295

Counts vs. Mass-to-Charge (m/z)

Formula Calculator Result:

m/z Calcm/z Diff (mDa Diff m Ion Formula Ion
289.0801 289.0795 -0.6] -2.07|C12 H14 N2 Na 05 (M-+Na)+

3m
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Data Filename ESIH_20181025_LH_DGY_09.d Sample Name B6-1025-DW39

Sample Type Sample Position P1-AS
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 10/25/2018 14:49:32 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
x10 4 |+ESI Scan (rt: 0.2 min) Frag=175.0V ESIH_20181025_LH_DGY_09.d
74
350.1353
(B
54
44
3 .
24
351.1387
14
3521417
U [

341 342 343 344 345 346 347 348 349 350 351 352 353 354 355 356 357 358 359 360 361 362 363 364 365
Counts vs. Mass-to-Charge (m/z)

Formula Calculator Result:

mjz Calc m/z Diff (mDa Diff m Ion Formula Ion
350.1353 350.1363 0.95 2.72|C19 H21 N Na 04 (M-+Na)+
3n
Data Filename ESIH_20181012_|H_DGY_07.d Sample Name B6-DW-34
Sample Type Sample Position P1-B3
Instrument Name Agilent GE520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 10/12/2018 14:22:06 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
%10 4 |+ESI Scan (rt: 0.3 min) Frag=175.0V ESIH_20181012_LH_DGY_07.d

91 287.1353

3 -

74

64

54

44

34

24

288.1389
14
235.?324 286.1383 ‘ 289.1408

284.5 285 2855 286 286.5 287 287.5 288 2885 289 2895 290 290.5 201 2915 202 2925

Counts vs. Mass-to-Charge (m/z)

Formula Calculator Result

m/z Calc m/z Diff (mDa) __|Diff (ppm) __|Ton Formula Ion
287.1353 287.1366 .27 4.44|C14 H20 N2 Na 03 (M+Na)+

30
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Data Filename ESIH_20181017_LH_DGY_07.d Sample Name B6-DW-19

Sample Type Sample Position P1-B1

Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 10/17/2018 16:35:49 IRM Calibration Status

DA Method small molecular data analysis method.m Comment ESIH by ZZY

User Spectra

Fragmentor Voltage Collision Energy Ionization Mode
175 1] ESI

%10 5 |+ESI Scan (rt: 0.7 min) Frag=175.0V ESIH_20181017_LH_DGY_07.d

2.4
2.2

24
1.84
1.64
1.44
1.24

14
0.84
0.6+
0.4

0.24 ‘ 3221317

320.1262

321.1293

0 T T T T T T T T T T
317 318 319 320 321 322 323 324 325 326 327
Counts vs. Mass-to-Charge (m/z)

Formula Calculator Result:

m/z |cale m/z Diff (mDa) __|Diff (ppm) __[Ton Formula Ion
320.1262 320.1257 -0.46| “1.44|C18 H19 N Na O3 (M+Na)+

3p
Data Filename ESIH_20180929_LH_DGY_1B.d Sample Name B6-0929-DW16
Sample Type Sample Position P1-A9
Instrument Name Agilent G6520 Q-TOF Acq Method 20160324 _MS_ESIH_NEG_1min.m
Acquired Time 9/29/2018 15:05:36 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY

User Spectra

328

Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI

x10 4 |-ES| Scan (rt: 0.4 min) Frag=175.0v ESIH_20180929_LH_DGY_18.d

2,754
2.5
2,25
24
1.75
1.5
1.25
14
0.75-
0.5+ 235.1164

0.25 ‘ 236.1217 239.0891
o L . 1

2341132

238.0878

231.5 232 2325 233 2335 234 2345 235 2355 236 236.5 237 2375 238 2385 2309 2395 240 240.5

Counts vs. Mass-to-Charge (miz)

Formula Calculator Results

m/z |Cal|: mfz Diff (mDa Diff m Ion Formula Ion
234.1132] 234.1136) 0.35 1.48|C13 H16 N O3 (M-H)-

3q
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Data Filename ESIH_20180929_LH_DGY_14.d Sample Name B6-0929-DW12

Sample Type Sample Position P1-A5
Instrument Name Agilent G6520 Q-TOF Acq Method 20160324_MS_ESIH_NEG_1min.m
Acquired Time 9/29/2018 14:58:06 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
%10 5 |-ES| Scan (rt: 0.3 min) Frag=175.0v ESIH_20180829 LH_DGY 14.d
244 254.0587
2.2
24
1.8+
1.6
1.44
1.2
14
0.8 256.0559
0.6
0.4+ 255.0622
o.i- | 2570885 558 0622
' 251 252 253 254 255 256 257 258 259 260 261
Counts vs. Mass-to-Charge (m/z)
Formula Calculator Result:
m/z Calcm/z Diff (mDa Diff m Ion Formula Ion
254.0587 254.0589 0.26 1.03]C12 H13 CI N O3 (M-H)-
3r
Data Filename ESIH_20180929_LH_DGY_16.d Sample Name B6-0929-DW14
Sample Type Sample Position P1-A7
Instrument Name Agilent G6520 Q-TOF Acq Method 20160324_MS_ESIH_NEG_1min.m
Acquired Time 9/29/2018 15:01:53 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
%10 4 |-ES| Sean (rt: 1.0 min) Frag=175.0v ESIH_20180929_LH_DGY_16.d
34
251 234.1131
24
1.5
238.0871
14
0.5 235.1160
o 232.9351 | 236.1178  236.9864 259'?918 240.0928

231.5 232 2325 233 2335 234 2345 235 2355 236 2365 237 237.5 238 2385 239 2305 240 240.5
Counts vs. Mass-to-Charge (m/z)

Formula Calculator Result:

Iyz

|cale myz Diff (mDa) __|Diff (ppm) __|Ton Formula Ion
234.1131] 234.1136 0.49] 2.09|C13 H16 N 03 (M-H)-

3s
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Data Filename ESIH_20180929_LH_DGY_20.d Sample Name B6-0929-DW24

Sample Type Sample Position P1-B2
Instrument Name Agilent G6520 Q-TOF Acq Method 20160324_MS_ESIH_NEG_1min.m
Acquired Time 9/29/2018 15:09:16 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
x10 4 |C12 H14 CI N O3: -ESI Scan (rt: 0.3 min) Frag=175.0v¥ ESIH_201809829 LH_DGY 20.d
6 254.0583
5
44
34
2] 256.0562
14 255.2321
| 257.0596
251 252 253 254 255 256 257 258 259 260 261

Counts vs. Mass-to-Charge (m/z)

Formula Calculator Result:

m/z |cale m/z Diff (mDa) __|Diff (ppm) __[Ton Formula Ion
54,0583 54,0580 0.61| 2.38|C12 H13 CIN 03 (M-H)-

Data Filename ESIH_20180929_LH_DGY_19.d Sample Name B6-0929-DW23
Sample Type sample Position P1-B1
Instrument Name Agilent G6520 Q-TOF Acq Method 20160324_MS_ESIH_NEG_Imin.m
Acquired Time 9/29/2018 15:07:26 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
x10 4 |-ESI Scan (rt: 0.2 min) Frag=175.0V ESIH_20180929_LH_DGY_19.d
5 N
454 248.1287
4
3.5
3 -
2.5
2
154
1 4
249.1323
0.5 ed nea
. ‘ 250.1376 254.0583
' 245 246 247 248 249 250 251 252 253 254

Counts vs. Mass-to-Charge (miz)

Formula Calculator Results
mjz Calcm/z Diff (mDa Diff m Ion Formula Ion
248.1287 248.1292 0.53 2.13[|C14 H18 N O3 (M-H)-

3u
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Data Filename ESIH_20181024_LH_DGY_10.d Sample Name B6-DW-17

Sample Type Sample Position P1-B8
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 10/24/2018 19:44:50 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
%10 5 [+ESI Sean (rt: 0.5 min) Frag=175.0v ESIH_20181024_LH_DGY_10.d
1.6+ 294.1104
1.44
1.24
14
0.8
0.6
0.4
295.1133
0.2
o 296.1158 297.5832

287 288 289 200 201 202 203 204 295 296 207 208 299 300 301 302 303 304 305
Counts vs. Mass-to-Charge (m/z)

Formula Calculator Result:

m/fz
294

|cale myz Diff (nDa) __|Diff (ppm) __|Ton Formula Ton
1104] 2941101 0.3 “1.02|C16 H17 N Na 03 (M+Na)+

3v

Data Filename ESIH_20180929_LH_DGY_17.d Sample Name B6-0929-DW15
Sample Type Sample Position P1-A8
Instrument Name Agilent G6520 Q-TOF Acq Method 20160324_MS_ESIH_NEG_1min.m
Acquired Time 9/29/2018 15:03:43 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
x10 4 |-ES| Scan (rt: 0.3 min) Frag=175.0V ESIH_20180929_LH_DGY_17.d
44
226.0539
3.5
3
2.5
24
1.5
14
0.5 227.0563
o 223.0290 224 9616 | 2280516 232.9330
h | . A
223 224 225 226 227 228 229 230 231 232 233
Counts vs. Mass-to-Charge (m/z)
Formula Cal Result:

mj/z
226.

|calc m/z Diff (mDa) __|Diff (ppm) __|Ton Formula Ton
0539] 226.0543 0.47] 2.09|CI0HI2 N O3 § (M-H)-
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6. MS Spectra of products.

3aa

CXCALIBUR\..\ESIH_2018829 LH_DGY_19 8/29/2016 6:56.04 PM B6-CW-001

ESIH_2018829 LH_DGY_19#15 RT: 0.13 AV: 1 SB: 32 0.02-007,0.39-060 NL: 6.06E6
T: FTMS + ¢ ESI Full ms [50.00-2000.00]

100
955
905
855
803

2330808

@ = o~
m oo

Relative Abundance

P =L %) B =)
o o o S
ol b bl

W
2l
1

w
=]

25
203
153 234.0840

53 235.4680
E 2320068 235.0878 2384686 240.1278
T T T T T T T T T T T T T T T T T T I T T T T T T T T
226 228 230 232 234 238 238 240
miz

3ba

CIXCALIBUR\._\ESIH_2018829_LH_DGY_20 8/29/2018 6:58:41 PM B6-CW-13

ESIH_2018829_LH_DGY_20#22-24 RT. 0.18-0.20 AV: 3 NL: 8.77E6
T: FTMS + c ESI Full ms [50.00-2000.00]

100
95
90
85
80

2470960

Relative Abundance
w
[==]

15 248.0992

40,1222 241.3805 | 2450076 2491032 250.4509 2531728 255 4938
T T T T T T T T

T T T T T T T T T T T T T T T T T T
240 242 244 246 248 250 252 254

miz

3ca

74



Data Filename ESIH_20181017_LH_DGY_09.d Sample Name b&-CW-37

Sample Type Sample Position P1-B3
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_imin.m
Acquired Time 10/17/2018 16:39:28 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
x10 5 |+ESI Scan {rt: 0.8 min) Frag=175.0v ESIH_20181017_LH_DGY_09.d
25
225/ 261.1125
2 -
1.75
1.54
1.254
14
0.75
0.5 262.1156
0.25 25?.?223 ‘ 651173 264.0641
° 257 258 259 260 261 262 263 264 265 266 267 268

Counts vs. Mass-to-Charge (m/z)

Formula Calculator Results

m/z |calc m/z Diff (mDa) __|Diff (ppm) __|Ton Farmula Ion
2611125 2611121 0.4| “1.54]C15 H17 04 M+H)

3da
Data Filename ESIH_20181012_LH_DGY_06.d Sample Name B6-Cw-35
Sample Type Sample Paosition P1-B2
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS5_ESIH_POS_1imin.m
Acquired Time 10/12/2018 14:20:16 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
%10 5 |+ESI Scan (rt: 0.2 min) Frag=175.0v ESIH_20181012_LH_DGY_06.d
51 275.1284
4.54
44
3.5+
34
2.54
24
1.5
14 276.1312
0.54
o 27?.|1345 282.2793 284.1416

267 268 260 270 271 272 273 274 275 276 277 278 279 280 281 282 283 284 285 286 287 288
Counts vs. Mass-to-Charge (m/z)
Formula Calculator Results

m/z Calc m/z Diff (mDa Diff m Ton Formula Ion
275.1284 275.1278 -0.63 -2.3|C16 H19 04 (M+H)+

3ea
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Data Filename ESIH_20180927_LH_DGY_09.d Sample Name b6-0926-G28

Sample Type Sample Position P1-A9
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 9/27/2018 17:09:54 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
%10 8 |+ESI Scan (rt: 0.2 min) Frag=175.0v ESIH_20180927_LH_DGY_09.d
354 289.1437
a4
2.54
24
1.5
14
290.1468
0.54
282.2786 291.1498
0 T T T T T T T T T T T L T T T T T
282 283 284 285 286 287 288 289 290 20 292 293 204 295 296
Counts vs. Mass-to-Charge (m/z)
Formula Calculator Result:
m/z Calc m/z Diff (mDa Diff m Ion Formula Ion
289.1437 280.1434 -0.22] -0.77]C17 H21 04 (M+H)+
3fa
Data Filename ESIH_20180809_LH_DGY_16.d Sample Name B6-GG-11
Sample Type Sample Position P1-D2
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 8/9/2018 17:40:08 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by Z7Y
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
110 0 ESI
%10 8 [+ESI Scan (rt: 0.1 min) Frag=110.0v ESIH_20180809_LH_DGY_16.d
54
4.5 263.0911
44
3.54
34
2.5
24
1.54
1 264.0043
0.5+ ‘ 265.0974
s e 1.
258 259 260 261 262 263 264 265 266 267 268 269 270 21 272

Counts vs. Mass-to-Charge (m/z)

Formula Calculator Result

mjz |l:all: mjfz Diff (mDa Diff m Ion Formula Ion
263.0911] 263.0914 0.35 1.33|C14 H15 05 (M+H)+

3ga
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CXCALIBUR\._\ESIH_2018829_LH_DGY_18& 8/29/2018 6:53:27 PM B6-CW-9

ESIH_2018829_LH_DGY_18#23-31 RT. 0.19-0.26 AV: 9 NL: 1.07ES
T: FTMS + c ESI Full ms [50.00-2000.00]

100
95
90
85

2670415

Relative Abundance
©on
(==}

40 267.1699

2690386

20 2131670

261.1304 274 2735

0807 268 0435 2762159

L L] |, 2862511 2100419 2723309 2744407

T T T T T T T T T T T T T T T T T T T T T T T T

262 264 266 268 270 272 274 276
miz

3ha

Data Filename ESIH_20180927_LH_DGY_04.d Sample Name B6-0926-G5

Sample Type Sample Position P1-A4

Instrument Name Agilent G6520 Q-TOF Acq Method 20160324_MS_ESIH_NEG_1min.m
Acquired Time 9/27/2018 14:56:09 IRM Calibration Status

DA Method small molecular data analysis method.m Comment ESIH by ZZY

User Spectra

Fragmentor Voltage Collision Energy Ionization Mode
175 1] ESI

x10 4 |-ESI Scan (rt: 0.2 min) Frag=175.0V ESIH_20180927_LH_DGY_04.d Subtract

1.6 249.0562
1.4
1.2

14
0.8
0.6

0.4
250.0585
2471701

246.0435 243-}7590 L | 2508372 253.2160
i P ] [PEY PR 1

0.2

0

245 2455 246 2465 247 247.5 248 2485 249 2495 250 2505 251 2515 252 2525 253 2535 254
Counts vs. Mass-to-Charge (m/z)

Formula Calculator Results
m/z Calcm/z Diff (mDa Diff m Ion Formula Ion

249.0562 249.0569 0.68] 2.75|C13 HI0 FO4 (M-H)-
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Data Filename ESIH_20180927_LH_DGY_05.d Sample Name B6-0926-G8

Sample Type Sample Position P1-AS
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 9/27/2018 15:51:04 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
%10 2 |+ESI Scan (rt: 0.1-0.2 min, 6 scans) Frag=175.0v ESIH_20180927_LH_DGY_05.d Subtract
5.5
54 310.9917 312.9899
4.54
44
3.5
3 -
2.5
2] 316.1783
1.54
14
0.5 |
0 ! L ; - ] : I - ; - . . — —
306 307 308 309 310 3an 312 313 314 35 316 317 318 319 320
Counts vs. Mass-to-Charge (m/z)
Formula Calculator Results
m/z |cale m/z Diff (mDa) __[Diff (ppm) __|Ton Formula Ion
310.9917] 310.9913 -0.39] -1.24|C13 H12 Br 04 (M+H)+
3ja
Data Filename ESIH_20181025_LH_DGY_07.d Sample Name b6-1025-C\W38
Sample Type Sample Position P1-A3
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 10/25/2018 14:45:51 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
%10 2 |+ESI Scan (rt: 0.1-0.2 min, 6 scans) Frag=175.0v ESIH_20181025_LH_DGY_07.d
th 358.9773
[:E
54
44
34
24
14 354.1502 359.9822
|I | 356.0740 357.0723 a3sg.2271 | | ‘ | 360.9836
354 355 356 357 358 359 360 361 362 363 364 365

Counts vs. Mass-to-Charge (m/z)

Formula Calculator

m/z |cale m/z Diff (mDa) __|Diff (ppm) __|Ton Formula Ion
358.9773] 358.9775 0.19] 0.54]C13 H12 104 M+ H)*

3ka
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Data Filename ESIH_20181126_LH_DGY_38.d Sample Name B6-1126-CWCF3

Sample Type Sample Position P2-E1
Instrument Name Agilent G&6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 11/26/2018 16:19:48 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
x10 2 |+ESI Scan (rt: 0.1-0.2 min, 4 scans) Frag=175.0V ESIH_20181126_LH_DGY_38.d
[
5.5 3010676
54
4.5
44
3.5+
3
2.5 -
295.1166
24
1.54
14 294 2076 313.2633
96.25 302.1429 313.263:
0.54 296.2558 299.1633 | ‘ 310.0890
o | | | |
293 204 295 296 297 298 209 300 301 302 303 304 305 306 307 308 309 310 311 312 313 314
Counts vs. Mass-to-Charge (m/z)
Formula Calculator Result:
m/z Calc m/z Diff (mDa) __|Diff (ppm) __|Ton Formula Ion
301.0676 301.0682 0.64] 2.13]C14 H12 F3 04 (M4-H)+
3la
Data Filename ESIH_20181220_LH_DGY_04.d Sample Name B6-1217-CWNO2
Sample Type Sample Position P1-B1
Instrument Name Agilent G6520 Q-TOF Acq Method 20160324_MS_ESIH_NEG_1min.m
Acquired Time 12/20/2018 17:15:58 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
x10 2 |-ES| Scan (rt: 0.2-0.4 min, 20 scans) Frag=175.0v ESIH_20181220 LH DGY 04.d
276.( 8
64
54
44
34
24
41
" 269.2402 271.0223 2751684
0 |

268 260 270 271 272 273 274 275 276 277 278
Counts vs. Mass-to-Charge (m/z)

Formula Calculator Result:

m/z |cale m/z Diff (mDa) __|Diff (ppm) __[Ton Formula Ton
276.0518| 276.0514 -0.43| “1.56/C13 HIO N 06 (M-H)-

3ma
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Data Filename ESIH_20181101_LH_DGY_02.d Sample Name B6-CW-39

Sample Type Sample Position P1-A2

Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 11/1/2018 14:19:23 IRM Calibration Status

DA Method small molecular data analysis method.m Comment ESI_HR by ZZY

User Spectra

Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI

x10 3 [+ESI Scan (rt: 0.7 min) Frag=175.0V ESIH_20181101_LH_DGY_02.d
64
5.5 338.1230
54
4.5+
44
3.5
34
2.5
24
1.54
14

0.5+ 336.1315
U 1

3401252

341.1256 343.0307
L |

336 337 a3s 339 340 341 342 343 344 345
Counts vs. Mass-to-Charge (m/z)

Formula Calculator

m/z Calcm/z Diff (mDa Diff Ion Formula Ion
339.123 339.1227| -0.27 -0.79|C20 H19 O5 (M+H)+
3na
Data Filename ESIH_20180929_LH_DGY_22.d Sample Name B6-0929-CW34
Sample Type Sample Position P1-B4
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 9/29/2018 15:13:00 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESL
%10 5 [+ESI Scan (rt: 0.8 min) Frag=175.0v ESIH_20180929_LH_DGY_22.d
84
276.1230
74
[
54
44
34
24
277.1262
14
oL 274 0869 2?3'2555 275.0796 280.@533

273 274 275 276 277 278 279 280 281 282 283
Counts vs. Mass-to-Charge (miz)
Formula Calculator Result:

m/z Calcm/z |Diff (mDa Diff m Ion Formula Ion
276.123 276.123 0.06 0.22|C15 H18 N 04 (M+H)+

3o0a
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Data Filename ESIH_20180809_LH_DGY_11.d Sample Name B6-GG-19

Sample Type Sample Position P1-C6
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 8/9/2018 17:30:54 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
110 0 ESL
%10 8 | +ES| Scan (rt: 0.5 min) Frag=110.0¥ ESIH_20180809_LH_DGY_11.d
1.4
309.1120
1.2
14
0.8+
0.6
0.4
310.1161
0.2
o 308.1657 | 311.|1190 313.1262
305 a06 307 308 309 ato al al2 a13 314 315 ale
Counts vs. Mass-to-Charge (mi/z)
Formula Calculator Results
m/z Calcm/z Diff (mDa Diff Ion Formula Ion
309.112 309.1121 0.16 0.53|C19 H17 04 (M+H)+
3pa
Data Filename ESIH_20180809_LH_DGY_13.d Sample Name B6-GG-16
Sample Type Sample Position P1-C8
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 8/9/2018 17:34:39 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
110 0 ESI
%10 5 | +ESI Scan (rt: 0.6 min) Frag=110.0V ESIH_20180809_LH_DGY_13.d
54 -
4.5
44
3.5
34
2.5
24
1.5+
14
0.5 2491040 25 139
0 — ; ; ; : : ; T ; ;
244 245 246 247 248 249 250 251 252 253

Counts vs. Mass-to-Charge (m/z)

Formula Calculator Result:
m/z |cale myz Diff (mDa) Diff (ppm)  |Ton Formula Ton
2470061 247.0965 0.38 1.54|C14 H15 0% (M+H)+

3qa
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Data Filename ESIH_20181025_LH_DGY_05.d Sample Name B6-1025-CW12

Sample Type Sample Position P1-Al

Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 10/25/2018 14:42:14 IRM Calibration Status

DA Method small molecular data analysis method.m Comment ESIH by ZZY

User Spectra

Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI

x10 2 |+ESI Scan (rt: 0.2-0.3 min, 10 scans) Frag=175.0v ESIH_20181025_LH_DGY_05.d

2.4
2.2+
2
1.8
1.6
1.4
1.2
14
0.8 )
0.64 [ BT 275.1475
0.4 ’ 268.0469
0.2
0

65,1257 276.1

261 262 263 264 265 266 267 268 269 270 271 272 273 274 275 276
Counts vs. Mass-to-Charge (m/z)

Formula Calculator Results

m/z |cale m/z Diff (mDa) __|Diff (ppm) __[Ton Formula Ton
267.0422 267.0419 ~0.39| “L.44|C13 HI2 O 04 (M+H)*

3ra
Data Filename ESIH_20180809_LH_DGY_15.d Sample Name B6-GG-14
Sample Type Sample Position P1-D1
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 8/9/2018 17:38:19 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
110 0 ESL
%10 5 |+ESI Scan (rt: 0.1 min) Frag=110.0V ESIH_20180809_LH_DGY_15.d
1.4+
247.0960
1.2
14

0.84

0.6

0.4

248.0999
021 243.1133
242.0390 | ‘ 2491067 251.1065 252 1225
0 < : - ; ; : T L ; . = ;
242 243 244 245 246 247 248 249 250 251 252 253

Counts vs. Mass-to-Charge (m/z)

Formula Calculator Results

m/z Calcm/z Diff (mDa Diff Ion Formula Ion
247.096 247.0965 0.48 1.93]C14 H15 04 (M+H)+

3sa
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Data Filename ESIH_20180927_LH_DGY_07.d Sample Name B6-0926-G24

Sample Type Sample Position P1-A7
Instrument Name Agilent G&6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 9/27/2018 17:06:13 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
%104 |+ESI Scan (rt: 0.2 min) Frag=175.0V ESIH_20180927_LH_DGY_07.d
2.754
25 267.0425
2.254
24
1.754
1.54
1.254
14
0.754 268.0395
0.5 268.0482
0.25 266.0589
7, 2611328 264,2277 || ‘ 270 'IW’? 273.1764 276.1594
0 r. T L T T T - T T T L T = T T L T 5 T L T T = T T
261 262 263 264 265 266 267 268 269 270 21 272 273 274 275 276
Counts vs. Mass-to-Charge (mi/z)
Formula Calculator Results
m/z |l'.‘al|: mfz Diff (mDa Diff (ppm Ion Formula Ion
267.0425] 267.0419 -0.68] -2.53|C13 H12 C1 04 (M+H)+
3ta
Data Filename ESIH_20180927_LH_DGY_06.d Sample Name B&-0926-G23
Sample Type Sample Position P1-A6
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1imin.m
Acquired Time 9/27/2018 17:04:19 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
%10 8 [+ESI Scan (rt: 0.1 min) Frag=175.0v ESIH_20180927_LH_DGY_06.d
2] 261.1116
1.8+
1.6
1.4
1.24
14
0.84
0.6
0.44 262.1146
021 263.1195
0 T T T T T T T T L T T T T T T
257 258 259 260 261 262 263 264 265 266 267 268 269

Counts vs. Mass-to-Charge (m/z)

Formula Calculator Results
mfz |f.‘al|: mfz Diff (mDa Diff m Ion Formula Ion
261.1116] 261.1121 0.52] 2|C15 H17 04 (M+H)+

3ua
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Data Filename ESIH_20181024_LH_DGY_07.d Sample Name B6-1024-CW17
Sample Type Sample Position P1-B5
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 10/24/2018 19:39:20 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
%10 4 |+ESI Scan (rt: 0.2 min) Frag=175.0v ESIH_20181024_LH_DGY_07.d
2.754 33.09¢
2.54
2.254
24
1.754
1.54
1.254
14
0.754
2811373 84.10
0.51 280.2640
0.23_ 2 )3 285.1059 2B89.1582
' 278 279 280 281 282 283 284 285 286 287 288 289
Counts vs. Mass-to-Charge (m/z)
Formula Cal Result:
m/z Calc m/z Diff (mDa Diff (ppm Ion Formula Ion
283.0966 283.0965 -0.09] -0.33]C17 H15 04 (M+H)+
3va
Data Filename ESIH_20180809_LH_DGY_14.d Sample Name B6-GG-15
Sample Type Sample Position P1-C9
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 8/9/2018 17:36:30 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
110 0 ESI
%10 & [+ESI Sean (rt: 0.4 min) Frag=110.0v ESIH_20180809_LH_DGY_14.d
1.24
114 239.0371
14
0.9
0.8
0.7
0.6
0.54
0.4
0.3
0.24 240.0408
0.1
o 236.1013 238.0536 I | | 242.0388 243.1125
' 234 235 23 237 238 239 240 241 242 243 244 245 246
Counts vs. Mass-to-Charge (m/z)
Formula Cal Result:
m/z |calc m/z Diff (mDa) __|Diff (ppm) __[Ton Formula Ion
239.0371] 239.0373 0.16] 0.68|C11 H11 04 5 (M+H)+

3ab
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Data Filename ESIH_20180809_LH_DGY_10.d Sample Name B6-GG-20

Sample Type Sample Position P1-C5

Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 8/9/2018 17:29:03 IRM Calibration Status

DA Method small molecular data analysis method.m Comment ESIH by ZZY

User Spectra

Fragmentor Voltage Collision Energy Ionization Mode
110 0 ESI

%10 & | +ESI Scan (rt: 0.4 min) Frag=110.0V ESIH_20180809_LH_DGY_10.d
1.14
14
0.9+
0.8+
0.74
0.64
0.5+
0.4+
0.34
0.24
0.14
04 1

295.0961

2856.1000

297.1031
.

291 292 203 294 295 206 297 208 299 300 301

Counts vs. Mass-to-Charge (miz)

Formula Calculator Results

m/z Calcm/z Diff (mDa Diff (ppm Ion Formula Ion
295.0961 295.0965 0.42] 1.41|C18 H15 04 (M+H)+
3ac
Data Filename ESIH_20180809_LH_DGY_19.d Sample Name B6-GG-3
Sample Type Sample Position P1-D5
Instrument Name Agilent G&6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 8/9/2018 17:45:38 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
110 0 ESI
%10 5 |+ESI Scan (rt: 0.8 min) Frag=110.0V ESIH_20180809_LH_DGY_19.d

71 325.1069

64

54

44

34

24

326.1103
14
327.1156
0+ L

320 321 322 323 324 325 326 327 328 329 330 331 332 333
Counts vs. Mass-to-Charge (m/z)

Formula Calculator Result:

m/z |cale myz Diff (mDa) | Diff (ppm Ion Formula Ion
325.1069) 325.1071 0.17 0.37|C10 H17 05 (M+H)+

3ad
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Data Filename ESIH_20180929_LH_DGY_26.d Sample Name B6-0929-CW6
Sample Type Sample Position P1-B8
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1imin.m
Acquired Time 9/29/2018 17:20:30 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESL
x10 4 |+ESI Scan (rt: 0.1 min) Frag=175.0V ESIH_20180929_LH_DGY_26.d
51 329.0575
4.5
44
3.5
34
2.5
24
1.5 331.0556
14 330.0607
0.5 ‘ 332.0578
0 T T T T T T T II T T L T T T
326 327 328 329 330 kxi] 332 333 334 335 336 337
Counts vs. Mass-to-Charge (miz)
Formula Calculator Result:
mjz Calc m/z Diff (mDa Diff m Ion Formula Ion
329.0575 329.0575 [ -0.01|C18 H14 C1 04 (M+H)+
3ae
Data Filename ESIH_20180929_LH_DGY_25.d Sample Name B6-0929-CW7
Sample Type Sample Position P1-B7
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 9/29/2018 15:58:43 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESL
x10 4 | +ESI Scan (rt: 0.7 min) Frag=175.0v ESIH_20180929_LH_DGY_25.d
1.84
16 345.1111
1.4
1.2
14
0.84
0.64
346.1158
0.4
24
0 347.1166 351.2649
0 ; ; : — ; - ; ; ; —
342 343 344 345 346 347 348 349 350 351
Counts vs. Mass-to-Charge (m/z)
Formula Calculator Results
|calc m/z Diff (mDa) __|Diff (ppm) __[Ion Formula Ion
1.01] 2.94|C22 H17 04 (M+H)+

Iyz

345.1111] 345.1121

3af
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Data Filename ESIH_20180809_LH_DGY_18.d Sample Name B6-GG-1

Sample Type Sample Position P1-D4
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 8/9/2018 17:43:48 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZ¥
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
110 0 ESI
%10 & [+ESI Scan (r: 0.2 min) Frag=110.0v ESIH_20180809_LH_DGY_18.d
31 259.0957
2.5
24
1.5+
14
054 260.0999
256.2628 | ‘ 261.1047 263.0920
0- ; — ; ; ; — v ; w ; ; ; ; ; ;
255 256 257 258 259 260 261 262 263 264 265 266 267 268 269
Counts vs. Mass-to-Charge (m/z)
Formula Calculator Result:
mjz Calc m/z Diff (mDa Diff (ppm Ion Formula Ion
259.0957 259.0965 0.77] 2.99|C15 H15 04 (M+H)+
3ag
Data Filename ESIH_20180927_LH_DGY_10.d Sample Name B6-0926-G29
Sample Type Sample Position P1-B1
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 9/27/2018 17:11:44 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESL
x10 4 |+ESI Scan (rt: 0.2 min) Frag=175.0v ESIH_20180927_LH_DGY_10.d
2,754
2.54 301.1433
2,254
24
1.754
1.54
1.254
14
0.754
302.1459
0.5
0.254 304.2615
04 " - . L L L L ‘.l _ - - .
297 298 299 300 301 302 303 304 305 306 307 308

Counts vs. Mass-to-Charge (m/z)

Formula Calculator Results
m/z |calc m/z Diff (mDa) __|Diff (ppm) __|Ton Formula Ton
30L.1433] 3011434 0.11] 0.36|C18 H21 04 (M+H)+

3ah
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Data Filename
Sample Type
Instrument Name
Acquired Time
DA Method

ESIH_20180927_LH_DGY_03.d

Sample

Agilent GE520 Q-TOF

9/27/2018 14:54:19

small molecular data analysis method.m

User Spectra

B6-0926-G4
P1-A3
20160324_MS_ESIH_NEG_1min.m

Sample Name
Position
Method
IRM Calibration Status

Comment ESIH by ZZY

Fragmentor Voltage Ioni

Collision Energy
175 0

zation Mode
ESI

%104

4.54
44
3.5
a3
2.5
24
1.54
14

2240277 5950255 226.0871

0.54

-ES| Scan (rt: 0.1 min) Frag=175.0V ESIH_20180927_LH_DGY_03.d

227.0708

2280746
2291413

2235 224 2245 225 2255 226 226.5

Formula Calculator R

227 2275 228 2285 220 2295 230 2305 231 2315 232 2325

Counts vs. Mass-to-Charge (m/z)

mj/z |f.‘al|: mjz Diff (mDa Diff m Ion Formula Ion
227.0708] 227.0714 0.53 2.33|C14 H11 03 (M-H)-
3ai
Data Filename ESIH_20180809_LH_DGY_12.d Sample Name B6-GG-18
Sample Type Sample Position P1-C7
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 8/9/2018 17:32:48 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
110 0 ESI
%10 8 | +ESI Scan (rt: 0.4 min) Frag=110.0v ESIH_20180809_LH_DGY_12.d

81 261.1123

74

E -

5 -

44

3 -

2 -

262.1159
1 -
o ‘ 263.1191
' 257 258 259 260 261 262 263 264 265 266 267
Counts vs. Mass-to-Charge (m/z)

Formula Calculator Result:
m/z |calc m/z Diff (mDa) | Diff (ppm Ton Formula Ion

261.1123] 261.1121 -0.14] -0.55|C15 H17 04 (M+H)+

3aj
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Data Filename ESIH_20181025_LH_DGY_06.d Sample Name B6-1025-CW33

Sample Type Sample Position P1-A2

Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 10/25/2018 14:44:02 IRM Calibration Status

DA Method small molecular data analysis method.m Comment ESIH by ZZY

User Spectra

Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI

x10 4 | +ESI Scan (rt: 0.2 min) Frag=175.0V ESIH_20181025_LH_DGY_06.d
5.54
5 247.0964

14
248.0996 D56.2648

241.0722 244.1669 . | 250, ] 3an 2531027 1 25?.?692

241 242 243 244 245 246 247 248 249 250 251 252 253 254 255 256 257 258
Counts vs. Mass-to-Charge (miz)

Formula Calculator Results

m/z |l'.‘al|: mjfz Diff (mDa Diff m Ion Formula Ion
247.0964] 247.0965 0.05 0.21]C14 H15 04 (M+H)+
3ak
Data Filename ESIH_20180809_LH_DGY_17.d Sample Name B6-GG-10
Sample Type Sample Position P1-D3
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 8/9/2018 17:41:58 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
110 0 ESI
%10 & |+ESI Scan (rt: 0.2 min) Frag=110.0v ESIH_20180809_LH_DGY_17.d
3.54
261.1114
34
2.5
24
1.5
14
0.54 262.1153
2562629 | ‘ 263.1127
0 L L T T T

T

256 257 258 259 260 261 262 263 264 265 266 267 268 269
Counts vs. Mass-to-Charge (m/z)

Formula Calculator Result

m/z |cale m/z Diff (mDa) __|Diff (ppm) __|Ton Formula Ton
261.1114| 2611121 0.69] 2.64|C15 H17 04 (M+H)+

3al
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Data Filename ESIH_20180809_LH_DGY_12.d Sample Name B6-GG-18

Sample Type Sample Position P1-C7
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 8/9/2018 17:32:48 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
110 0 ESI
%10 8 | +ESI Scan (rt: 0.4 min) Frag=110.0v ESIH_20180809_LH_DGY_12.d
81 261.1123
74
E -
5 -
44
3 -
2 -
262.1159
1 -
o ‘ 263.1191
' 257 258 259 260 261 262 263 264 265 266 267

Counts vs. Mass-to-Charge (m/z)

Formula Calculator Result:

m/z |calem/z Diff (mDa) | Diff (ppm Ton Formula Ton
2611123 2611121 ~0.14] ~0.55|C15 H17 04 M+H)+

3am
Data Filename ESIH_20181024_LH_DGY_06.d Sample Name B6-1024-CW2
Sample Type Sample Position P1-B4
Instrument Name Agilent G&520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 10/24/2018 19:37:30 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESL
%10 4 [+ESI Scan (rt: 0.3-0.3 min, 7 scans) Frag=175.0v ESIH_20181024_LH_DGY_06.d
1.84
164 245.0811
1.4
13 242.2843
14
0.84
0.6+
0.44
243.2874 246.0865 248.0538
0.21 | 247.0894 249.0761
Qr.l et e - .l r|.. s L ‘I. s L - .
240 241 242 243 244 245 246 247 248 249 250 251
Counts vs. Mass-to-Charge (m/z)
Formula Calculator Result:
m/z |l'.‘al|: m/z Diff (mDa Diff (ppm Ion Formula Ion
245.0811] 245.0808 -0.28] -1.15|C14 H13 04 (M-+H)+

3an
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Data Filename ESIH_20181011_LH_DGY_05.d Sample Name B6-CW-G31
Sample Type Sample Position P1-A4
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 10/11/2018 17:42:21 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
x10 4 | +ESI Scan (rt: 0.2 min) Frag=175.0v ESIH_20181011_LH_DGY_05.d
3.54 219.0648
34
2.54
24
1.5+
14
0.5 220.0680
213 214 215 216 217 218 219 220 2N 222 223 224 225 226 227 228 229
Counts vs. Mass-to-Charge (m/z)
Formula Calculator Results
m/z Calcm/z Diff (mDa Diff (ppm Ion Formula Ion
219.0648 219.0652 0.36] 1.62|C12 H11 04 (M+H)+
3ao
Data Filename ESIH_20181012_|H_DGY_05.d Sample Name B6-Cw-32
Sample Type Sample Position P1-B1
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 10/12/2018 14:18:25 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
175 0 ESI
%10 5 [+ESI Scan (rt: 0.2 min) Frag=175.0v ESIH_20181012_LH_DGY_05.d
24
1.8 247.0964
1.64
1.4
1.24
14
0.8+
0.6
041 2480993
0.24 249.1196
0 T T T T T T T T T T l T T T T T T L T T
241 242 243 244 245 246 247 248 249 250 251 252 253 254 255 256 257

Formula Calculator Result

Counts vs. Mass-to-Charge (m/z)

Im[z |l'.‘al|: mjz

Diff (mDa) Diff (ppm)
0.08]

|Iun Formula Ion
0.31]C14 H15 04 (M+H)+

247.0964] 247.0965
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Data Filename ESIH_20190214_LH_DGY_01.d Sample Name B6-TSNH

Sample Type Sample Position P1-B1
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 2/14/2019 14:26:17 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
135 0 ESL
%10 8 | +ESI Scan (rt: 0.3 min) Frag=135.0V ESIH_20190214_LH_DGY_01.d
74
232.0970
6
54
44
34
24
1 233.1004
o 2341027 238.1052 239-?247

227 228 229 230 231 232 233 234 235 236 237 238 239 240
Counts vs. Mass-to-Charge (m/z)

Formula Calculator Results

232.097 232.0968 -0.14 -0.62|C13 H14 N O3 (M+H)+
Data Filename ESIH_20190215_LH_DGY_07.d Sample Name B6-TSTZ-2b
Sample Type Sample Position P1-B7
Instrument Name Agilent G6520 Q-TOF Acq Method 20160322_MS_ESIH_POS_1min.m
Acquired Time 2{15/2019 14:57:11 IRM Calibration Status
DA Method small molecular data analysis method.m Comment ESIH by ZZY
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
135 0 ESI
x10 4 [+ESI Scan (rt: 0.3 min) Frag=135.0v ESIH_20180215_LH_DGY_07.d
2.54 161.0593
2,25
2] 165.0907
1.75
1.5
1.25
14
0.754
0.5
0.25 58.96: 162.0638 166.0047
01550956 198:9634 . 163.0644

155 156 157 158 159 160 161 162 163 164 165 166 167 168 169 170
Counts vs. Mass-to-Charge (m/z)
Formula Calculator Result:

m/z Calcm/z Diff (mDa Diff m Ion Formula Ion
161.0593 161.0597 0.39 2.41]C10 H9 02 (M+H)+
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