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"H NMR spectrum of compound 1 (DMSO-a6, 300 MHz).
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13C NMR spectrum of compound 1 (DMSO-a6, 75 MHz).
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File: xp
Pulse Sequence:
Solvent: cd3od
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Figure S3:
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H,"H COSY spectrum of compound 1 (DMSO-as, 600 MHz).
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Solvent: cd3od

Temp. 25.0 C , 298.1 K
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VNMRS-600 "ynnmr600"

Relax. delay 1.000 sec
Acq. time 0.128 sec
Width 6410.3 Hz
2D Width 25641.0 Hz

16 repetitions
2 x 512 increments
0BSERVE H1, 599.8582903 MHz
DECOUPLE C13, 150.8457980 MHz
Power 37 dB
on during acquisition
off during delay
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Figure S4: HMQC spectrum of compound 1 (DMSO-ak, 600 MHz).
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Figure S5: HMBC spectrum of compound 1 (DMSO-a6, 600 MHz).
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Figure S6: NOESY spectrum of compound 1 (DMSO-as, 600 MHz).




File: 10221 Date Run: 12-12-2013 Time Run: 11:21:59
Sample: TXE-1 Tonization mode: EI+

Instrument: JEOL JMS600
Inlet: Direct Probe

RT.: 1456
Scan: 139-163
Base: m/z 344; 6.1%FS TIC: 1084381
Selected Isotopes : Cy ¢gHy 10004 10 Error Limit : 20 ppm
Measured Mass % Base Formula Calculated Mass Error
374.1364 39.8% C,,H,,0, 374.1307 -15.0
C,H,,0, 374.1365 0.4

Figure S7: HREIMS of compound 1.
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Figure S8: 'H NMR spectrum (pyridine-as, 600 MHz) of compound 2.
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Figure S9: 13C NMR spectrum (pyridine-as, 150 MHz) of compound 2.
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Pulse Sequence: gCOSY
Solvent: pyridine
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Figure S10: 'H,"H COSY spectrum (pyridine-as, 600 MHz) of compound 2.
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File: xp

Pulse Sequence: gHMQC

Solvent: pyridine
Temp. 25.0 C s 298.1 K
Operator: vnmrl
VNMRS-600 "ynnmr600"

Relax. delay 1.000 sec
. time 0.128 sec
Width 7440.5 Hz

2D Width 30165.9 Hz

32 repetitions

2 x 512 increments

OBSERVE H1, 599.8550044 MHz
DECOUPLE C13, 150.8474194 MHZz
Power 37 dB

on during acquisition

off during delay

WA40_swpfg modulated

DATA PROCESSING

Gauss apodization 0.059 sec

F1 DATA PROCESSING

Gauss apodization 0.024 sec

FT size 8192 x 8192

Total time 10 hr, 43 min, 55 sec
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Figure S11: HMQC spectrum (pyridine-as, 600 MHz) of compound 2.
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File: xp

Pulse Sequence: gHMBC

Solvent: pyridine
Temp. 25.0 C , 298.1 K
Operator: vnmrl
VNMRS-600 "ynnmr600"

Relax. delay 1.000 sec

Mixing 0.080 sec

Acq. time 0.128 sec

width 7352.9 Hz

2D width 36199.1 Hz

16 repetitions

512 increments
OBSERVE H1, 599.8558978 MHz
DATA PROCESSING

Sine bell 0.064 sec
F1 DATA PROCESSING
Sine bell 0.014 sec
FT size 4096 x 4096
Total time 2 hr, 47 min, 21 sec
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Figure S12: HMBC spectrum (pyridine-as, 600 MHz) of compound 2.



File: 10220
Sample: TXE-2

Instrument: JEOL JMS600
Inlet: Direct Probe

Scan: 140

Base: m/z 330; 8.4%FS TIC: 684936

Selected Isotopes : C, ( H, .0, .,

Measured Mass % Base
330.1469 100.0%

Figure S13: HREIMS of compound 2.

Date Run: 12-12-2013
[onization mode: El+

R.T.: 2:47.3

Formula

CZGHIH

C19H2205

C1aHy60yp

Time Run: 09:56:10

Error Limit : 20 ppm

Calculated Mass Error
330.1409 -18.0
330.1467 0.6
330.1526 17.0
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Figure S14: 'H NMR spectrum (CD30OD, 600 MHz) of compound 3.
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13C NMR spectrum (CD3sOD, 600 MHz) of compound 3.

Figure S15
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2D Width 5040.3 Hz

File: xp
Pulse Sequence: gCOSY
Solvent: cd3od
Temp. 25.0 C ,/ 298.1 K
Operator: vnmrl
VNMRS-600 "ynnmr600"
Relax. delay 1.000 sec
Acq. time 0.203 sec
Width 5040.3 Hz

8 repetitions N T
512 increments F2
OBSERVE  H1, 599.8582852 MHz
DATA PROCESSING (ppm] i =
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Figure S16: 'H,"H COSY spectrum (CD30OD, 600 MHz) of compound 3.
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File: xp

Pulse Sequence: gHMQC

Solvent: cd3od

Temp. 25.0 C / 298.1 K
Operator: vnmrl
VNMRS-600 "ynnmr600"

Relax. delay 1.000 sec

Acq. time 0.128 sec

Width 5318.1 Hz

20 Width 25641.0 Hz

32 repetitions

2 x 256 increments

O0BSERVE H1, 599.8582843 MHz
DECOUPLE C13, 150.8457980 MHz
Power 36 dB

on during acquisition

off during delay

WA0_swpfg modulated
DATA PROCESSING

Gauss apodization 0.059 sec I l
F1 DATA PROCESSING Il

Gauss apodization 0.009 sec
FT size 2048 x 4036
Total time 5 hr, 21 min, 18 sec
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Figure S17: HMQC spectrum (CD3OD, 600 MHz) of compound 3.
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File: xp

Pulse Sequence: gHMBC

Solvent: cd3od

Temp. 25.0 C / 298.1 K
Operator: vnmrl
VNMRS-600 “ynnmr600"

Relax. delay 1.000 sec
Mixing 0.080 sec

Width $319.1 Hz

2D width 36199.1 Hz

32 repetitions

512 increments

0BSERVE H1, 599.8582872 MHz
DATA PROCESSING

Sine bell 0.064 sec

F1 DATA PROCESSING

Sine bell 0.014 sec

FT size 2048 x 4096

Total time 5 hr, 34 min, 4 sec
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Figure S18: HMBC spectrum (CD3OD, 600 MHz) of compound 3.
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File: xp

Pulse Sequence: NOESY

Solvent: cd3od

Temp. 25.0 C , 298.1 K
Operator: vnmrl
VNMRS-600 "“ynnmr600"

Relax. delay 1.000 sec
Mixing 0.700 sec

Acq. time 0.161 sec

Width 6345.2 Hz

2D Width 6345.2 Hz

16 repetitions

2 x 512 increments
OBSERVE H1, 599.8582877 MHz
DATA PROCESSING

Gauss apodization 0.075 sec
F1 DATA PROCESSING

Gauss apodization 0.074 sec
FT size 4096 x 4096
Total time 8 hr, 30 min, 23 sec
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Figure S19: NOESY spectrum (CD3OD, 600 MHz) of compound 3.




[ Elemental Composition ] Page: 1

Data : EI636 Date : 01-Apr-2014 20:03

Sample: TXE 3

Note : -

Inlet : Direct Ion Mode : EI+

RT : 0.31 min Scan#: (14,16)

Elements : C 40/0, H 49/0, O 10/0

Mass Tolerance : 1000ppm, 3mmu if m/z < 3, Smmu if m/z > 5

Unsaturation (U.S.) : -0.5 - 10.0

Observed m/z Int% Err [ppm / mmu] U.S. Composition
300.1360 100.0 -0.7 / -0.2 9.0 C 18 H 20 0 4

[ Theoretical Ion Distribution ] Page: 1

Molecular Formula : C18 H20 04
(m/z 300.1362, MW 300.3544, U.S. 9.0)
Base Peak : 300.1362, Averaged MW : 300.3524(a), 300.3532(w)

m/z INT.
300 . 1362 100 . 0000 LS AR E R E R R E RS L LR R R R TR TR R L R R R R R R R L R T R R R TR CRT IR TRt agrugy

301.1395 20.1726 ***kkkkkkkkk

302.1422 2.7252 *x*
303.144s8 0.2766
304.1474 0.0226
305.1500 0.0016

Figure S20: HREIMS of compound 3.



