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£23793/T3-3-5
in CD3CD

Sample Name:
L23793TII6
Archive directory:

Sample directory:
FidFile: I23793TI35_041912 B

Pulse Sequence: Proton (a2pul)
Eolvent: cdiod
Data collected om: Apr 1§ 201X

TeEp. 25.0 €/ 298.1 €
Operater: walkup
VNMRE-600 “Agilent-WHSE00®

Felax. delay 1.000 sec
Pulse 45.0 degrees

Acg. time 2.049 sec

Width 9615.4 Hz

16 repatitions
CBEERVE Hl, 599 8315746 MHz
DATA PROCESSING

Line breadening 0.5 Hz

FT size 66536
Total time 0 min 49 sec

HO"

10 ]

1.83

Figure S1

19.96 2.21 11.89

'H NMR spectrum of 1.

11.11




£23793/T3-3-5
in cp3oD

Bample Name:
£23793T335
Archive directory:

Sample directory:
FidFile: £23793T335 041912 C
Pulse Sequence: Carbon (s2pul)}

Bolvent: cdlod
Data collected om: Apr 20 2012

Temp. 25.0 € / 298.1 K
Operator: walkup
VNMRS-600 'Agilent-VNE&00®

Relax. delay 3.500 sec
Pulse 45.0 degrees

Acq. time 1.000 sec

Width 36764.7 Hz

2240 repetitions

OBSERVE C13, 150.8277694 MHz
DECOUPLE H1, 599.8345740 MHz
Power 32 dB

continuously on

WALTZ-16 modulated

DATA PROCESBING

Line broadening 5.0 Hz

FT size 65536

Total time 125 hr, 1 min
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Figure S2 13C NMR spectrum of 1.
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Figure S3 DQF-COSY spectrum of 1.
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Figure S4 HSQC spectrum of 1.
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Figure S5 HMBC spectrum of 1.
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Figure S6 !H-1N HMBC spectrum of 1.
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Figure S7 NOESY spectrum of 1.
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Figure S8 High-resolution mass spectrum of 1 (Negative ion mode).



£23793/73-3-5/Me-0427
in cp3oD

Automation directory: /home/walkup/vnmrsys/data/auto 2011.06.02 01

File s exp
Bample id : tmpstudy
Sample : £23793T335Me0427

Pulse Ssquence: s3pul

Bolvent: cd3od

Temp. 25.0 C / 298.1 K
Operator: walkup

VNMRS-500 "chnmrl.d.aist.go.jp"

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 2.049 sec

Width 8012.8 Hx

16 repetitions
OBSERVE  H1, 499.7244650 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 65516

Total time 0 min, 55 mec

Figure S9

4 3 2 : 4 pPpm
1.86 3.61 2.71 1.38 1.67 3.07 3.26  3.34
2.00 3.20 0.85 1.30 1.46 2.78 4.213.54

'H NMR spectrum of methylated 1.



£23793/73-3-5/Ma-0427
in cpiop

Automation Alrectoxry: (home/walkup/vamrsys/data/auto_2011.06.02_01
File : exp

Bample id : tmpstudy

Sample : E23793T335Me0427

Pulse Sequence: s2pul

Bolvent: cdlod

Temp. 5.0 C / 298.1 K
Operator: walkup

VMMRS-500 “cbamrl.d.aist.ge.ip"

Relax. delay 3.500 sec
Pulse 45.0 degrees

Acq. time 1.000 sec

width 30487.8 Hx

12300 repetitions

OBSERVE C13, 125.6556389 MH:z
DECOUPLE H1, 499.7269709 MHz
Power 31 dB

continuously on

WALTZ-16 modulated

DATR PROCESSING

Line broadening 1.0 Hz

FT size 65536
Total time 125 hr, 16 min, 1 sec

is0 160 140 120 100 80 60

40 20 ppm

Figure S10 13C NMR spectrum of methylated 1.



£23793/73-3-5/Ha-0427

in cp3op |
e@T  Dgcosy I
BAMPLE FLAGE
date  May 4 2012 has on
solvent cdlod  sspul ¥
sample wraelg | ||| || o Gl
ACQUISITION ‘heglvl 4690
s 4006.4 SPECIAL
at 0.128  temp | 25.0
np 1024 gain 4
" 4000 spin |'To
ss | 32 2 rrocEssiG
a1 1.500 gf 0.059
nt | 8 ofs not used
- @D ACQUISITION  fn 2048
awl | | 4006.4  F1 PROCESSING
ad | 512 gf1 0.059
m gisl | not used
tn M1 fn1 2048
sfrq 499,726 DISPLAY |
tof | -600.9 sp | I 294.1
tpwr 4 wp 2198.8
P 7.600 spl 281.4
PRESATURATION wpl 2198.8
satmode nnn  rfl 1524.0
satpwr | -13 rfp 1423.0
sataly 0 rei1 1525.0
satfrg 499.8 xtpl 1423.0
DEcowPrER || o
an €13 we 218.0
dn non 8o 10.0
we2 218.0
8c2
e 2826
th 5
al »h

| F2 (ppm)

Figure S11 DQF-COSY spectrum of methylated 1.
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HSQC spectrum of methylated 1.
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Figure S13 HMBC spectrum of methylated 1.
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Figure S14 NOESY spectrum of methylated 1.
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Figure S15 High-resolution mass spectrum of methylated 1 (Negative ion mode).



£23793/T3-3-9
in CD3OD

Sample Name:
237537338
Archive directory:

Sample directery:
FidFile: £23793T330_042912 H

Pulse Sequences Protom (elpul]
Eolvent: cdlod
Data collected on: Apr 29 2012

Temp. 25.0 C / 298.1 K
Uperator: walkup
VNMRE-500 “Agilemt-WHE500*

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 2,049 sec

width 6012.8 Hz

16 repetitions

OBSERVE  H1, 499.7244722 Mz
DATA PROCESSING

Line broadsening 0.2 He

PT size 65536

Total time 0 min 55 aec

10 5

Figure S16

'H NMR spectrum of 2.
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£23793/T3-3-8
in @30D

Sarple Hams:
£23793TI38
Archive directory:

Sample directory:
FildFile: f23793T330_042912 C

Pulse Sequence: Carhen [sipul)
Bolvent: cdiod
Data collected cn: Apr 2% 2012

Temp. 25.0 C / 298.1 K
Uparator: Walkup
VNMRE-500 *Agilent-VHESOU*

Felax. delay 3.500 sec
Pulse 45.0 degrees
Acqg. time 1.000 sec
Width 30487.8 Hr
1820 repetitions
UBEERVE C13, 125.6550185 MHz
DECCUPLE H1, 499.726970% Miz
Power 31 4B
continucusly on
WALTZ-16 macdulated
DATA PROCESSING
Line broadening 1.0 Hr
FT size 66636
Total time 136 hr, 1 min
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Figure S17

100

13C NMR spectrum of 2.
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Figure S18 DQF-COSY spectrum of 2.
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Figure S19 HSQC spectrum of 2.
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Figure S21 NOESY spectrum of 2.
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Figure S22 High-resolution mass spectrum of 2 (Negative ion mode).



£23793/T3-3-12
in CDICD

Sample Hame:
£23793T3312
Archive directory:

Saxple directory:
PidFile: £23783TI312 051612 H

Pulse Sequance: Proton {s2pull
Golvent: cdiod
Data collected on: May 15 2012

O
Temp. 25.0 C / 298.1 K HO\\
Uperater: walkup
VNMRE-600 *Agilent-WHSE00*

Relax. delay 1.000 sec
Pulse 46.0 degrees

Acg. time 2.049 sec

Width 961%5.4 Hz

16 repetitions

ORERRVE  H1, 5998315746 Mir
DATA PROCESSING

Line breadening 0.5 Hz

FT size 65536

Total time © min 49 gec

T
10 ] 8 7

0.95 1.01

Figure S23

5
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e ) “U,J U L MU

T T
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1.18 5.06 2.78 1.25 1.36  z.80 5.253.20

'H NMR spectrum of 3.



£23793/T3-3-12
in CD30D

Sample Name:
£23793T3312
Archive directory:

Sample directory:
FidFile: £23793T3312 051712 C

Pulse Sequence: Carbon (szpul)
golvent: cdiod
Data collected omn: May 16 2012

Temp. 25.0 C / 298.1 K
Operator: walkup
VHMRS-600 "Agilent-VNS600"

Relax. delay 3.500 sec
Pulse 45.0 degreas

Acg. time 1.000 sec

Width 36764.7 Hz

4288 repetitions

OBSERVE €13, 150.8277694 MHz
DECOUPLE H1, 595.8345740 MHz
Power 32 4B

continucualy on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 5.0 Hz

FT siza 65536

Total time 125 hr, 1 min

Figure S24

13C NMR spectrum of 3.
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Figure S25 DQF-COSY spectrum of 3.
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HSQC spectrum of 3.
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Figure S27 HMBC spectrum of 3.
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Figure S28 NOESY spectrum of 3.
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Figure S29 High-resolution mass spectrum of 3 (Negative ion mode).
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