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Compound 7a (*H-NMR spectral data)

KT0421

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Apr 21 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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Compound 7a (**C-NMR spectral data)

KT0421

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Apr 21 2020
Solvent: CDC13

Ambient temperature

Total 2624 repetitions
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NC0624-5

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus=-400 "unityd00"

Pulse 38.8 degrees

Acq. time 3.744 sec

Width 6000.6 Hz

32 repetitions

OBSERVE  H1, 400.2743810 MHz
DATA PROCESSING

FT size 65536
Total time 2 min, 0 sec

Compound 7b (*H-NMR spectral data)
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Compound 7b (**C-NMR spectral data)

NC0624-5

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400 "unity400"

Relax. delay 0.500 sec

Pulse 65.8 degrees

Acq. time 1.000 sec

Width 25000.0 Hz

512 repetitions

OBSERVE C13, 100.6490769 MHz
DECOUPLE H1, 400.2763980 MHz
Power 43 dB

on during acquisition

off during delay

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536
Total time 6 hr, 42 min, 53 sec
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NC0628-5

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400 "unitya00"

Pulse 38.8 degrees

Acqg. time 3.744 sec

Width 6000.6 Hz

32 repetitions

OBSERVE  H1, 400.2743814 MHz
DATA PROCESSING

FT size 65536
Total time 2 min, 0 sec

Compound 7c (*H-NMR spectral data)
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Compound 7c (**C-NMR spectral data)

NC0628-5

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400 “unity400"

Relax. delay 0.500 sec

Pulse 65.8 degrees

Acq. time 1.000 sec

Width 25000.0 Hz

1568 repetitions

OBSERVE C13, 100.6490769 MHz
DECOUPLE H1, 400.2763980 MHz
Power 43 dB

on during acquisition

off during delay

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536
Total time 13 hr, 25 min, 47 sec
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NC0721-5

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Jul 22 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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Compound 7d (*H-NMR spectral data)
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Compound 7d (**C-NMR spectral data)

NC0721-5

Pulse Sequence: s2pul

UNITYplus-400 "unityd00"
Date: Jul 22 2020
Solvent: CDC13

Ambient temperature

Total 1008 repetitions
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NC0708-5

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Jul 15 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

Compound 7e (*H-NMR spectral data)
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NC0709-5

Pulse Sequence:

UNITYplus-400
Date: Jul 15 20
Solvent: CDC13
Ambient temperature
Total 3008 repetitions

s2pul
"unitya00"
20

Compound 7e (**C-NMR spectral data)
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NC0702-5

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400 “unitya400"

Pulse 38.8 degrees

Acq. time 3.744 sec

Width 6000.6 Hz

32 repetitions

0BSERVE H1, 400.2743810 MHz
DATA PROCESSING

FT size 65536

Total time 2 min, 0 sec
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Compound 7f (*H-NMR spectral data)
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Compound 7f (*3C-NMR spectral data)

NC0702-5

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400 "unityd00"

Relax. delay 0.500 sec

Pulse 65.8 degrees

Acqg. time 0.800 sec

Width 25000.0 Hz

1600 repetitions
OBSERVE C13, 100.6490776 MHz
DECOUPLE H1, 400.2763980 MHz
Power 43 dB

on during acquisition

off during delay

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536
Total time 11 hr, 39 min, 7 sec

°° ~
e ~
o N w
mo © ‘o
Amoan
- NNy ©
o B ]
- w
s
<
©
ea
.«
ey
R
-
a0
w
:MQ\ 2 e n &
- s < <
~ro E © @
~S . .
2 S s %
S o R
i - ~
© w "
a b ©
I | | " A
e e o e B L e LA B B S S s e o e e e e e e o o o e e e e e e e e e e R e S S ML S e S S S s e e e e
[ T T T T T I T T T |
180 160 140 120 100 80 60 40 20 ppm

S-13



NC0722-5

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Jul 23 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

Compound 7g (*H-NMR spectral data)
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Compound 7g (**C-NMR spectral data)

NC0722-5

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Jul 23 2020
Solvent: CDC13

Ambient temperature

Total 640 repetitions
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Compound 7h (*H-NMR spectral data)

NC0701-5

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400 “unityadoo"

Pulse 38.8 degrees

Acq. time 3.744 sec

Width 6000.6 Hz

32 repetitions

OBSERVE  H1, 400.2743810 MHz
DATA PROCESSING

FT size 65536
Total time 2 min, 0 sec
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Compound 7h (**C-NMR spectral data)

NC0701-5

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400 "unity400"

Relax. delay 0.500 sec

Pulse 65.8 degrees

Acq. time 0.800 sec

Width 25000.0 Hz

1760 repetitions
OBSERVE C13, 100.6490776 MHz
DECOUPLE H1, 400.2763980 MHz
Power 43 dB

on during acquisition

off during delay

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536
Total time 11 hr, 39 min, 7 sec
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NC0707-5

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400 “unity400"

Pulse 38.8 degrees
Acgqg. time 3.744 sec
Width 6000.6 Hz

32 repetitions

OBSERVE H1, 400.2743814 MHz

DATA PROCESSING
FT size 65536
Total time 2 min, 0 sec

8.105
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8

Compound 7i (*H-NMR spectral data)
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Compound 7i (**C-NMR spectral data)

NC0707-5

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400 "unityd400"

Relax. delay 0.500 sec

Pulse 65.8 degrees

Acq. time 0.800 sec

Width 25000.0 Hz

5312 repetitions
OBSERVE C13, 100.6490746 MHz
DECOUPLE H1, 400.2763980 MHz
Power 43 dB

on during acquisition

off during delay

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536
Total time 11 hr, 39 min, 7 sec
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NC0720-5

Pulse Sequence: s2pul

UNITYplus=-400 "unity400"
Date: Jul 22 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

Compound 7j (*H-NMR spectral data)
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Compound 7j (**C-NMR spectral data)

NC0720-5

Pulse Sequence: s2pul

UNITYplus-400 "unityd4o00"
Date: Jul 22 2020
Solvent: CDC13

Ambient temperature

Total 512 repetitions

129.411

128.342
127.531

124.181

-
=4
o
Ld
”
-
= 3
& R
o S ~
2 @ 8 5
. g ©
© ~an
™ =)
g - ; <« ¥
L >~ 3 ™
* w .
« ™ —
a e ®
i R R B o Ak i e o TR GO R T i s R 1 0 e o B A T e 2 T R L2 S B s S I 7R T ) G G R TR I S B G S T U 2 T G Gt i 2 L) oo i R i e o 0 e
180 160 140 120 100 a0 60 40 20 ppm

S-21



NC0713-5

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Jul 15 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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Compound 7k (*H-NMR spectral data)
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Compound 7k (**C-NMR spectral data)

NC0713-5

Pulse Sequence: s2pul

UNITYplus-400 "unityd4o00"
Date: Jul 15 2020
Solvent: CDC13

Ambient temperature

Total 32000 repetitions
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Compound 7| (*H-NMR spectral data)

KT0608-5

Pulse Sequence: s2pul
UNITYplus=-400 "unity400"
Date: Jun 9 2020
Solvent: CDC13

Ambient temperature
Total 32 repetitions
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KT0608-5

Pulse Sequence: s2pul
"unitya400"
20

UNITYplus-400
Date: Jun 9 20
Solvent: CDC13
Ambient temperature

Total 3024 repetitions

195.058
166.805
164.266

| N

145.391

Compound 7| (**C-NMR spectral data)
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KT0512-5

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: May 12 2020
Solvent: CDC13

Ambient temperature
Total 32 repetitions
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Compound 7m (*H-NMR spectral data)
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KT0512-5

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: May 12 2020
Solvent: CDC13

Ambient temperature

Total 1520 repetitions

Compound 7m (**C-NMR spectral data)
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Compound 7n (*H-NMR spectral data)

NC0610-5

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Jun 11 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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Compound 7n (**C-NMR spectral data)

NC0610-5

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Jun 11 2020
Solvent: CDC13

Ambient temperature

Total 720 repetitions
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NC0723-5

Pulse Sequence: s2pul

UNITYplus=-400 "unityd400"
Date: Jul 27 2020
Solvent: CDC13
Ambient temperature
Total 32 repetitions

Compound 70 (*H-NMR spectral data)
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NC0723-5

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Jul 27 2020
Solvent: CDC13

Ambient temperature

Total 3120 repetitions

Compound 70 (**C-NMR spectral data)
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NC0615-5

Pulse Sequence: s2pul

Compound 7p (*H-NMR spectral data)

UNITYplus-400 "unity400"
Date: Jul 30 2020
Solvent: CDC13
Ambient temperature
Total 32 repetitions
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NC0615-5

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Jul 30 2020
Solvent: CDC13

Ambient temperature

Total 1136 repetitions

196.566

145.754
141.381
138.197

149.764

e

Compound 7p (**C-NMR spectral data)

130.707
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129.441

128.494

——127.410

123.976
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83.739

77.311

40.167

21.648
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NC0630-5

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400

Pulse 38.8 degrees
Acq. time 3.744 sec
width 6000.6 Hz

32 repetitions

OBSERVE H1, 400.2743817 MHz

DATA PROCESSING
FT size 65536
Total time 2 min, 0 sec

"unitya400"

Compound 7q (*H-NMR spectral data)

2.409

4.060

—3.886
3.842
1.582

4.105
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NC0630-5

Pulse Sequence:

Solvent: CDC13
Ambient temperature
UNITYplus-400 "unitya00"

s2pul

Relax. delay 0.500 sec
Pulse 65.8 degrees

Acq. time 0.800 sec
Width 25000.0 Hz

2480 repetitions
OBSERVE C13, 100.6490746
DECOUPLE H1, 400.2763980
Power 43 dB

on during acquisition
off during delay
WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz
FT size 65536
Total time 11 hr, 39 min,

MHZ
MHZ

7 sec

Compound 7q (**C-NMR spectral data)
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Compound 7r (*H-NMR spectral data)

s2pul
"KMU600.kmu.edu.tw"

Jun 18 2020
Solvent: cdcl3

Temp.

Pulse Sequence:
UNITYplus-600

28.0 C , 301.1 K
Total 16 repetitions

NC0616-5
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Compound 7r (**C-NMR spectral data)

NC0616-5

Pulse Sequence: s2pul

UNITYplus-600 "KMU600.kmu.edu.tw"
Date: Jun 18 2020

Solvent: cdcl3

Temp. 28.0 C s 301.1 K

Total 128 repetitions
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NC0728-5

Pulse Sequence: s2pul

UNITYplus-400 “unityd400"
Date: Jul 29 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

Compound 7s (*H-NMR spectral data)
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~
©
]
o~
-
- m
2%, 2» % e
~NSnnNoS °
~ @ * .
R © -
L ;- ot ~
wne ~ "4 =) -
o w LJ w9 y i
" © C < s
NL".L o ® F
[ |
j’ [
Lb I. | JL "
BN [ M o) S i T A L e R L T A T R R R T T
9 8 7 6 S 4 ppm
i Gyttt e
10.1920.00 40.24 105.02
10.13 20.710.55 30.04

S-38




Compound 7s (**C-NMR spectral data)

NC0728-5

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Jul 29 2020
Solvent: CDC13

Ambient temperature

Total 848 repetitions
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Compound 7t (*H-NMR spectral data)

NC0724-5

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Jul 27 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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2.388

2o ne
- wn =

o © ©

™ N ® NN .

NG ‘T onnDg L
o= N ~o S L}
s, OND P n o
~ "~ . ©

~ : ~hTe®
/LJ 1 Ji
"

A k UL i

L L w L L Ca
10.34 20.359.73 20.62 30.00
29.02 40.01 20.03 20.68

S-40




Compound 7t (*3C-NMR spectral data)

NC0724-5

Pulse Sequence: s2pul

UNITYplus-400 "unityd00"
Date: Jul 27 2020
Solvent: CDC13

Ambient temperature

Total 1056 repetitions
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Compound 7u (*H-NMR spectral data)

NC0714-5

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Jul 16 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

2.411
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Compound 7u (**C-NMR spectral data)

NC0714-5

Pulse Sequence: s2pul

UNITYplus=-400 “unitydo00"
Date: Jul 16 2020
Solvent: CDC13

Ambient temperature

Total 1360 repetitions
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NC0730-5

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Aug 3 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

Compound 7v (*H-NMR spectral data)

3.893

3.943
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Compound 7v (**C-NMR spectral data)

NC0730-5

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Aug 3 2020
Solvent: CDC13

Ambient temperature

Total 1152 repetitions
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NC0804-5

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Aug 5 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

Compound 7w (*H-NMR spectral data)
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NC0804-5

Pulse Sequence: s2pul

UNITYplus-400 “unityd400"
Date: Aug S 2020
Solvent: CDC13

Ambient temperature

Total 672 repetitions

Compound 7w (*3*C-NMR spectral data)
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NC0805-5

Pulse Sequence: s2pul

UNITYplus-400 "unityd4o00"
Date: Aug 6 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

Compound 7x (*H-NMR spectral data)
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Compound 7x (**C-NMR spectral data)

NC0805-5

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Aug 6 2020
Solvent: CDC13

Ambient temperature

Total 720 repetitions
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Compound 7y (*H-NMR spectral data)

NC0820-5

Pulse Sequence: s2pul

UNITYplus-400 "unityd00"
Date: Aug 24 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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Compound 7y (**C-NMR spectral data)

NC0820-5

Pulse Sequence: s2pul

UNITYplus-400 "unitya00"
Date: Aug 24 2020
Solvent: CDC13

Ambient temperature

Total 400 repetitions
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NC0810-5

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Aug 12 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

Compound 7z (*H-NMR spectral data)
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Compound 7z (**C-NMR spectral data)

NC0810-5

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Aug 12 2020
Solvent: CDC13

Ambient temperature

Total 672 repetitions

127.478
125.416

129.949
129.222
128.297
122.248

130.154

145.391
137.651
136.226
133.042
132.890
4:132.322
84.057
77.318
76.682
40.091
21.519

196.930

| L S LIS 3 . S S L UL 3 LR S I L BB G I N A I L AL G A . L R L L T R ) NGLA L PG . v (/8L A ) N S 2 ) L IR R T ML R T G SR IR (N B R [

180 160 140 120 100 80 60 40 20 ppm

S-53



NC0821-5

Pulse Sequence: s2pul

UNITYplus-400 “unityadoo"
Date: Aug 24 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

Compound 7aa (*H-NMR spectral data)
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NC0821-5

Pulse Sequence: s2pul

UNITYplus-400 “unityd4o00"
Date: Aug 24 2020
Solvent: CDC13

Ambient temperature

Total 1472 repetitions

Compound 7aa (**C-NMR spectral data)
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NC0824-5

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Aug 27 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

EtO,C O
O o

Compound 7ab (*H-NMR spectral data)
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Compound 7ab (*3C-NMR spectral data)

NC0824-5

Pulse Sequence: s2pul

UNITYplus-400 “unity400"
Date: Aug 27 2020
Solvent: CDC13

Ambient temperature

Total 400 repetitions

EtO,C O
e
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NC0831-5

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Sep 1 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

w5/
o

7.244

Compound 7ac (*H-NMR spectral data)
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Compound 7ac (**C-NMR spectral data)

NC0831-5

Pulse Sequence: s2pul

UNITYplus-400 “unityd400"
Date: Sep 1 2020
Solvent: CDC13

Ambient temperature

Total 816 repetitions
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NC0803-5

Pulse Sequence: s2pul

UNITYplus=-400 "unitya00"
Date: Sep 7 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

Compound 7ad (*H-NMR spectral data)

2.413

2.263
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Compound 7ad (**C-NMR spectral data)

NC0303-5

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Sep 7 2020
Solvent: CDC13

Ambient temperature

Total 832 repetitions
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Compound 8a (*H-NMR spectral data)

s2pul
"unitya00"

Pulse Sequence:
UNITYplus=-400

Apr 22 2020
Solvent: CDC13
Ambient temperature
Total 32 repetitions
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Compound 8a (**C-NMR spectral data)

KT5557

Pulse Sequence: s2pul

UNITYplus=-400 “unityd400"
Date: Apr 22 2020
Solvent: CDC13

Ambient temperature

Total 640 repetitions
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NC0624-14

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus=-400 "unityd00"

Pulse 38.8 degrees

Acq. time 3.744 sec

Width 6000.6 Hz

32 repetitions

OBSERVE H1, 400.2743814 MHz
DATA PROCESSING

FT size 65536
Total time 2 min, 0 sec

Compound 8b (*H-NMR spectral data)

4.247
3.992
1.590

Simperd
63.82 21.83

52.79

10.27 20.00
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Compound 8b (**C-NMR spectral data)

NC0624-14

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400 "unitydo00"

Relax. delay 0.500 sec

Pulse 65.8 degrees

Acq. time 0.800 sec

Width 25000.0 Hz

3200 repetitions

OBSERVE C13, 100.6490738 MHz
DECOUPLE H1, 400.2763980 MHz
Power 43 dB

on during acquisition

off during delay

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536
Total time 11 hr, 39 min, 7 sec
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NC0629-14

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400 "unityd400"

Pulse 38.8 degrees

Acq. time 3.744 sec

Width 6000.6 Hz

64 repetitions
OBSERVE  H1, 400.2743814 MHz
DATA PROCESSING

FT size 65536
Total time 4 min, 0 sec

Compound 8c (*H-NMR spectral data)

1.597
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Compound 8c (**C-NMR spectral data)

NC0629-14

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus=-400 ‘"unityd4o00"

Relax. delay 0.500 sec

Pulse 65.8 degrees

Acq. time 0.800 sec

Width 25000.0 Hz

2624 repetitions
OBSERVE C13, 100.6490738 MHz
DECOUPLE H1, 400.2763980 MHz
Power 43 dB

on during acquisition

off during delay

WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536
Total time 11 hr, 39 min, 7 sec
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Compound 8d (*H-NMR spectral data)

NC0721-14

Pulse Sequence: s2pul

UNITYplus-400 "unityd00"
Date: Jul 22 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

OMe
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Compound 8d (**C-NMR spectral data)

NC0721-14

Pulse Sequence: s2pul

UNITYplus-400 "unitya400"
Date: Jul 22 2020
Solvent: CDC13

Ambient temperature

Total 4704 repetitions

77.318
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NC0709-14

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus=-400 "unitya00"

Pulse 38.8 degrees
Acq. time 3.744 sec

q
Width 6000.6 Hz
64 repetitions
OBSERVE H1, 400.2743814 MHz

DATA PROCESSING
FT size 65536
Total time 4 min, 0 sec

7.260

7.418
7.351
334

1.

7.077

7.092

f
!

Compound 8e (*H-NMR spectral data)

4.234

4.002

2.287

1.574

gl
34.48 21.835
92.46

10.16
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Compound 8e (**C-NMR spectral data)

NC0709-14

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400 "unityd00"

Relax. delay 0.500 sec

Pulse 65.8 degrees

Acq. time 0.800 sec

Width 25000.0 Hz

11376 repetitions
OBSERVE C13, 100.6490731 MHz
DECOUPLE H1, 400.2763980 MHz
Power 43 dB

on during acquisition

off during delay P
WALTZ-16 modulated b
DATA PROCESSING ® @
Line broadening 1.0 Hz a1
FT size 65536 e
Total time 11 hr, 39 min, 7 sec 9
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NC0702-14

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400 "unityd00"

Pulse 38.8 degrees

Acq. time 3.744 sec

Width 6000.6 Hz

32 repetitions

OBSERVE  H1, 400.2743814 MHz
DATA PROCESSING

FT size 65536
Total time 2 min, 0 sec

Compound 8f (*H-NMR spectral data)
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Me

NC0702-14

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400 "unityd00"

Relax. delay 0.500 sec
Pulse 65.8 degrees

Acq. time 0.800 sec
Width 25000.0 Hz

2544 repetitions

OBSERVE C13, 100.6490738

Power 43 dB

on during acquisition
off during delay
WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz
FT size 65536
Total time 23 hr, 18 min,

MHZ
DECOUPLE H1, 400.2763980 MHz

14 sec
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Compound 8f (*3C-NMR spectral data)
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NC0722-14

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Jul 27 2020
Solvent: CDC13

Ambient temperature

Total 64 repetitions

Me Me
Me

7.388
7.356
7.260

7.413
7.409
7.392
v
7.168
7.147

Compound 8g (*H-NMR spectral data)

4.218

3.981

1.566

1.250
1.232

L e
88.4320.55
20.23

10.00
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Compound 8g (**C-NMR spectral data)

NC0722-14

Pulse Sequence: s2pul

UNITYplus-400 “unitya400"
Date: Jul 27 2020
Solvent: CDC13

Ambient temperature

Total 2560 repetitions
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Compound 8h (*H-NMR spectral data)

NC0701-14

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400 "unityd400"

Pulse 38.8 degrees

Acq. time 3.744 sec

Width 6000.6 Hz

32 repetitions
OBSERVE H1, 400.2743814 MHz
DATA PROCESSING

FT size 65536
Total time 2 min, 0 sec
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Compound 8h (**C-NMR spectral data)

”

NCO0701-14

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus=-400 “unity400"

Relax. delay 0.500 sec

Pulse 65.8 degrees

Acq. time 0.800 sec

Width 25000.0 Hz

1472 repetitions
OBSERVE C13, 100.6490738 MHz
DECOUPLE H1, 400.2763980 MHz
Power 43 dB

on during acquisition

off during delay

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz
FT size 65536
Total time 11 hr, 39 min, 7 sec
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Compound 8i (*H-NMR spectral data)

NC0707-14

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400 "unityd00"

1.311

Pulse 38.8 degrees

Acqg. time 3.744 sec

Width 6000.6 Hz

64 repetitions
OBSERVE H1, 400.2743814 MHz
DATA PROCESSING
FT size 65536
Total time 4 min, 0 sec
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Me Me
Me Me
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NC0707-14

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400 "unityd00"

Relax. delay 0.500 sec
Pulse 65.8 degrees

Acq. time 0.800 sec
Width 25000.0 Hz

5104 repetitions

OBSERVE C13, 100.6490731
DECOUPLE H1, 400.27639%80
Power 43 dB

on during acquisition
off during delay
WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz
FT size 65536
Total time 11 hr, 39 min,

MHZ
MHZ

7 sec
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Compound 8i (**C-NMR spectral data)
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NC0720-14

Pulse Sequence: s2pul

UNITYplus-400 "unityd00"
Date: Aug 5 2020
Solvent: CDC13

Ambient temperature

Total 64 repetitions

Compound 8j (*H-NMR spectral data)

2.680

7.549

7.555
7.260
4.451

4.055

L i
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e oY o Cx
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Compound 8j (**C-NMR spectral data)

NC0720-14

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Aug 5 2020
Solvent: CDC13

Ambient temperature

Total 4352 repetitions
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130.487
129.237

127.599
126.462
125.439

137.302
134.968

131.890
130.753
/1:330.647
\—-128.517

68.199
43.646
29.289

163.947

e o L1 N I, PSS IS ey
A M DTS PR A A o A 3 e NS WY Miphers PP A A

L S TR T R B Y RS e

||v|v1vv||,||vw|vv|nlyvx|rv||-|||ny|ﬁvvlvn-ry|x|v|vv|x|||11‘xv|r|yvv

180 160 140 120 100 80 60 40 20 ppm

S-81



NC0713-14

Pulse Sequence: s2pul

UNITYplus=-400 "unityd00"
Date: Jul 16 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

Compound 8k (*H-NMR spectral data)
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Compound 8k (**C-NMR spectral data)

NC0713-14

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Jul 16 2020
Solvent: CDC13

Ambient temperature
Total 2256 repetitions
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Compound 8| (*H-NMR spectral data)

KT0608-14

s2pul

Pulse Sequence:
UNITYplus-400

Date:
Solvent: CDC13

"unityd400"

Jun 10 2020

Ambient temperature
Total 32 repetitions
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Compound 8| (**C-NMR spectral data)

KT0609-14

Pulse Sequence: s2pul

UNITYplus-400 “unity400"
Date: Jun 10 2020
Solvent: CDC13

Ambient temperature

Total 1424 repetitions
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KT0512-14

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: May 28 2020
Solvent: CDC13

Ambient temperature

Total 64 repetitions

7.400

379
7.260
7.247
\_7.241

1%
2118

\—7.134

Compound 8m (*H-NMR spectral data)
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Compound 8m (**C-NMR spectral data)

KT0512-14

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: May 28 2020
Solvent: CDC13

Ambient temperature

Total 2048 repetitions
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Compound 8m-1 (*H-NMR spectral data)

KTMeS6

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: May 25 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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Compound 8m-1 (**C-NMR spectral data)

KTMeS56

Pulse Sequence: s2pul

UNITYplus-400 "unityd4o00"
Date: May 25 2020
Solvent: CDC13

Ambient temperature

Total 2256 repetitions
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Compound 8n (*H-NMR spectral data)

NC0610-14
Pulse Sequence: s2pul
Solvent: CDC13
Ambient temperature
UNITYplus=-400 "unity400"
|
Pulse 38.8 degrees I
Acq. time 3.744 sec N
Width 6000.6 Hz ® |
64 repetitions K I
OBSERVE H1, 400.2743812 MHz |
DATA PROCESSING ‘
FT size 65536
Total time 4 min, 0 sec |
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Compound 8n (**C-NMR spectral data)

NC0610-14

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400 "unity400"

Relax. delay 0.500 sec

Pulse 65.8 degrees

Acq. time 1.000 sec

Width 25000.0 Hz

7056 repetitions
OBSERVE C13, 100.6490738 MHz
DECOUPLE H1, 400.2763980 MHz
Power 43 dB

on during acquisition

off during delay

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536
Total time 13 hr, 25 min, 47 sec
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NC0723-14

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Jul 27 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

L

Compound 8o (*H-NMR spectral data)

4.218
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2.387

1.571
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Compound 8o (**C-NMR spectral data)

NC0723-14

Pulse Sequence: s2pul

UNITYplus-400 "“unity400"
Date: Jul 27 2020
Solvent: CDC13

Ambient temperature

Total 2336 repetitions
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Compound 8p (*H-NMR spectral data)

NC0615-14

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400 "unityd00"

Pulse 38.8 degrees

Acq. time 3.744 sec

Width 6000.6 Hz

64 repetitions
OBSERVE  H1, 400.2743814 MHz
DATA PROCESSING

FT size 65536
Total time 4 min, 0 sec
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Compound 8p (**C-NMR spectral data)

NC0615-14

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400 “unitya400"

Relax. delay 0.500 sec

Pulse 65.8 degrees

Acq. time 0.800 sec

Width 25000.0 Hz

7472 repetitions
OBSERVE C13, 100.6490723 MHz
DECOUPLE H1, 400.2763980 MHz
Power 43 dB

on during acquisition

off during delay

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536
Total time 11 hr, 39 min, 7 sec
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Compound 8q (*H-NMR spectral data)

NC0630-14

Pulse Sequence: s2pul

Solvent: CDC13
Ambient temperature
UNITYplus-400 "unityd00"

Pulse 38.8 degrees

Acq. time 3.744 sec

Width 6000.6 Hz

32 repetitions

OBSERVE H1, 400.2743814 MHz
DATA PROCESSING

FT size 65536

Total time 2 min, 0 sec

1.574
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NC0630-14

Pulse Sequence:

Solvent: CDC13
Ambient temperature
UNITYplus=-400 “unitya00"

s2pul

Relax. delay 0.500 sec
Pulse 65.8 degrees
Acq. time 0.800 sec
Width 25000.0 Hz

3248 repetitions
OBSERVE C13,

100.6490738 MHz

DECOUPLE H1, 400.2763980 MHz

Power 43 dB

on during acquisition
off during delay
WALTZ-16 modulated
DATA PROCESSING

Line broadening 1.0 Hz
FT size 65536

Total time 11 hr, 39 min, 7 sec

Me

Compound 8q (**C-NMR spectral data)
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Compound 8r (*H-NMR spectral data)

NC0616-14

Pulse Sequence: s2pul i
UNITYplus-600 “KMUG0O.kmu.edu.tw" RS
Date: Jun 18 2020 e
Solvent: cdcl3
Temp. 28.0 C 7 301.1 K
Total 32 repetitions
Me Me
Z
(o}
l-‘;
-~ n o »
o~ bl N o oo %
-
2325y, ~N Ledg=zce N
Biess R0 binim RediNe e S
m. '\N '\'\‘u" — -,\’l'\
~ ~ ety ~
o
<

P
e

2.323

1.558

9 8 7 6 5 4 3
o el vl 0 i o i ¥ L
~ - W M I N o
— © T NaM o~ o ©
w M NN NN o o o
< N O e - R

S-98




Compound 8r (**C-NMR spectral data)

NC0616-14

Pulse Sequence: s2pul

UNITYplus-600 "KMUG600.kmu.edu.tw"
Date: Jun 18 2020

Solvent: cdcl13

Temp. 28.0 C s 301.1 K

Total 1640 repetitions
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Compound 8s (*H-NMR spectral data)

NC0728-14

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Oct 15 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

3.962

3.760

4.192

—4.02%

2.370

20.00 ¢
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Compound 8s (**C-NMR spectral data)

NC0728-14

Pulse Sequence: s2pul

UNITYplus-400 "unityd00"
Date: Oct 15 2020
Solvent: CDC13

Ambient temperature

Total 5248 repetitions
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NC0724-14

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Jul 29 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

7.437

7.416

Compound 8t (*H-NMR spectral data)
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Compound 8t (*3C-NMR spectral data)

NC0724-14

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Jul 29 2020
Solvent: CDC13

Ambient temperature

Total 1552 repetitions
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127.008
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76.682
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Compound 8u (*H-NMR spectral data)

NC0714-14

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Jul 30 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

1.567

2.413
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Compound 8u (**C-NMR spectral data)

NC0714-14

Pulse Sequence: s2pul

UNITYplus-400 “unity400"
Date: Jul 30 2020
Solvent: CDC13

Ambient temperature

Total 3200 repetitions
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Compound 8v (*H-NMR spectral data)

NC0730-14

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Aug 12 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

3.803

8.9383

7.349
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Compound 8v (**C-NMR spectral data)

NC0730-14

Pulse Sequence: s2pul

UNITYplus=-400 "unityd00"
Date: Aug 12 2020
Solvent: CDC13

Ambient temperature

Total 32000 repetitions
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Compound 8w (*H-NMR spectral data)

NC0804-14

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Aug 28 2020
Solvent: CDC13

Ambient temperature

Total 64 repetitions
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Compound 8w (**C-NMR spectral data)

NC0804-14

Pulse Sequence: s2pul

UNITYplus-400 “unityd400"
Date: Aug 28 2020
Solvent: CDC13

Ambient temperature

Total 10096 repetitions

77.318

129.146
127.501
77.000
76.682

143.344
138.606
137.378

134.770
132.064
130.882
t127 .410
126.940
126.280
68.480
29.880
21.542
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Compound 8x (*H-NMR spectral data)

s2pul
""MerPlusd400"

NC0805-14

Pulse Sequence:
Mercury-400B8

Date: Oct 29 2020
Solvent: cdcl3
Ambient temperature
Total 64 repetitions
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Compound 8x (**C-NMR spectral data)

NC0805-14

Pulse Sequence: s2pul

Mercury-400BB "MerPlus400"
Date: Oct 29 2020

Solvent: cdcl3

Ambient temperature

Total 5200 repetitions
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NC0820-14

Pulse Sequence:

UNITYplus-400
Date: Aug 24 2020
Solvent: CDC13
Ambient temperature
Total 32 repetitions

s2pul
"unity4o00"

Compound 8y (*H-NMR spectral data)
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Me

NC0820-14

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"

Date: Aug 24 2020
Solvent: CDC13
Ambient temperature

Total 1456 repetitions

Compound 8y (**C-NMR spectral data)
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NC0810-14

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Aug 12 2020
Solvent: CDC13
Ambient temperature
Total 32 repetitions

7.521
7.488

Compound 8z (*H-NMR spectral data)

7.122
6.925

7.257?
7.142

4,383

4.105

2.875

1.580

0.000

108.7932.39
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Compound 8z (**C-NMR spectral data)

NC0810-14

Pulse Sequence: s2pul

UNITYplus-400 "unitydo00"
Date: Aug 12 2020
Solvent: CDC13

Ambient temperature

Total 1344 repetitions
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Compound 8aa (*H-NMR spectral data)

s2pul
"unitya00"

Pulse Sequence:
UNITYplus-400

Oct 16 2020
Ambient temperature
Total 32 repetitions

Date:
Solvent: CDC13

NC0821-14
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Compound 8aa (**C-NMR spectral data)

NC0821-14

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Oct 16 2020
Solvent: CDC13

Ambient temperature

Total 1200 repetitions
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127.463

130.048
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130.434
LR

126.652
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200.447
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77.318
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76.682
69.844
32.859
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NC5072

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Sep 1 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

Compound 8ab-1 (*H-NMR spectral data)
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Compound 8ab-1 (**C-NMR spectral data)

NC5072

Pulse Sequence: s2pul

UNITYplus=-400 "unityd00"
Date: Sep 1 2020
Solvent: CDC13

Ambient temperature

Total 2352 repetitions

128.539
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NC0303-14

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Sep 7 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

Compound 8ad (*H-NMR spectral data)
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Compound 8ad (**C-NMR spectral data)

s2pul
"unity400"

7 2020

Solvent: CDC13

Sep
Total 3136 repetitions

Pulse Sequence:
UNITYplus-400
Ambient temperature
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NC0309-6

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Sep 10 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

Compound 12 (*H-NMR spectral data)
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Compound 12 (**C-NMR spectral data)

NC0909-6

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Sep 10 2020
Solvent: CDC13

Ambient temperature

Total 400 repetitions
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NC1015-9

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Oct 16 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

Compound 13 (*H-NMR spectral data)

2.465
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Compound 13 (**C-NMR spectral data)

NC1015-3

Pulse Sequence: s2pul

UNITYplus-400 "unityd00"
Date: Oct 16 2020
Solvent: CDC13

Ambient temperature

Total 2240 repetitions

130.465
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128.198
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Compound 14 (*H-NMR spectral data)

NC0907-8

Pulse Sequence: s2pul

UNITYplus-400 "unityd4o00"
Date: Sep 10 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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Compound 14 (**C-NMR spectral data)

NC03807-8

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Sep 10 2020
Solvent: CDC13

Ambient temperature

Total 1024 repetitions
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KT04217R

Pulse Sequence: s2pul

UNITYplus-400 "unityd00"
Date: Apr 27 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

7.702
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7.716
7.7183

=i
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7.282
7.260

7.288
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Compound 15 (*H-NMR spectral data)
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Compound 15 (**C-NMR spectral data)

KT04217R

Pulse Sequence: s2pul

UNITYplus-400 "unityd4o00"
Date: Apr 27 2020
Solvent: CDC13

Ambient temperature

Total 3360 repetitions

129.714
129.601
77.318
76.682
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X-ray crystal data of compound 7a (CCDC 2042099)

Me@ P O
7
Va

(@)

Sample preparation : A solution of compound 7a (30 mg) in CH2Cl2 (10 mL) was placed in a
tube (10 mL). EtOAc (2 mL) was added slowly to the vial with a dropper. The vial was closed
with little cotton and kept at room temperature for 2 days. Then, colorless prisms were
observed.

Crystal measurement : X-ray crystal structures were determined with a Bruker Enraf-Nonius
single-crystal diffractometer (CAD4, Kappa CCD). Thermal ellipsoids are drawn at 50%
probability level.
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Empirical formula
Formula weight
Temperature/K
Crystal system
Space group

alA

b/A

c/A

a/°

p/e

y/°

Volume/A 3

Z

pealcg/cm?®
w/mm?t

F(000)

Crystal size/mm?®
Radiation

20 range for data collection/°

Index ranges

Reflections collected
Independent reflections
Data/restraints/parameters
Goodness-of-fit on F2

Final R indexes [[>=2c (1)]
Final R indexes [all data]
Largest diff. peak/hole / e A3

C23H2003S

376.45

113(2)

orthorhombic

Pbca

15.9413(2)

11.76610(10)

19.6971(2)

90

90

90

3694.52(7)

8

1.354

0.196

1584.0

0.15x 0.15x 0.15

Mo Ka (A =0.71073)
4.136 to 54.116
-20<h<19,-14<k<13,-24<1<25
73544

3978 [Rint = 0.0305, Rsigma = 0.0132]
3978/0/246

1.060

R1=0.0313, wR2 = 0.0806
R1=0.0346, wR2 = 0.0823
0.38/-0.42
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X-ray crystal data of compound 8a (CCDC 2042100)

Sample preparation : A solution of compound 8a (30 mg) in CH2Cl2 (10 mL) was placed in a
tube (10 mL). EtOAc (2 mL) was added slowly to the vial with a dropper. The vial was closed
with little cotton and kept at room temperature for 2 days. Then, colorless prisms were
observed.

Crystal measurement : X-ray crystal structures were determined with a Bruker Enraf-Nonius
single-crystal diffractometer (CAD4, Kappa CCD). Thermal ellipsoids are drawn at 50%
probability level.
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Empirical formula
Formula weight
Temperature/K
Crystal system
Space group

alh

b/A

c/A

o/°

p/e

v/°
Volume/A 3
Z
pealcg/cm®
w/mm?

F(000)

Crystal size/mm?®
Radiation

20 range for data collection/°

Index ranges

Reflections collected
Independent reflections
Data/restraints/parameters
Goodness-of-fit on F?

Final R indexes [[>=2c (1)]
Final R indexes [all data]
Largest diff. peak/hole / e A 3

Ca6H4006S2

752.90

113(2)

triclinic

P-1

9.7982(3)

13.2829(4)

16.3495(4)

113.228(2)

99.000(2)

97.420(2)

1888.14(10)

2

1.324

0.192

792.0

0.2x0.2x0.2

Mo Ka (A= 0.71073)
4.306 to 54.158
-12<h<12,-16<k<16,-20<1<20
59934

7935 [Rint = 0.0414, Rsigma = 0.0272]
7935/0/490

1.051

R1=0.0367, wR2 = 0.0968
R1=0.0429, wR2 = 0.1005
0.78/-0.41
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X-ray crystal data of compound 8c (CCDC 2042101)

Sample preparation : A solution of compound 8c (30 mg) in CHCIsz (10 mL) was placed in a
tube (10 mL). EtOAc (2 mL) was added slowly to the vial with a dropper. The vial was closed
with little cotton and kept at room temperature for 2 days. Then, colorless prisms were
observed.

Crystal measurement : X-ray crystal structures were determined with a Bruker Enraf-Nonius
single-crystal diffractometer (CAD4, Kappa CCD). Thermal ellipsoids are drawn at 50%
probability level.
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Empirical formula
Formula weight
Temperature/K
Crystal system
Space group

alh

b/A

c/A

o

o/
pre

y/°

Volume/A 3

Z

pealcg/cm?®
w/mm'?

F(000)

Crystal size/mm?
Radiation

20 range for data collection/®

Index ranges

Reflections collected
Independent reflections
Data/restraints/parameters
Goodness-of-fit on F2

Final R indexes [[>=2c (1)]
Final R indexes [all data]
Largest diff. peak/hole / e A3

Ca6H36Cl6F206S2

999.57

113(2)

triclinic

P-1

10.35170(10)

14.6496(2)

16.2001(3)

85.3580(10)

75.2910(10)

69.7540(10)

2229.33(6)

2

1.489

0.537

1024.0

0.25x0.2x0.2

Mo Ka (A=10.71073)
3.926 to 54.106
-13<h<13,-18<k<17,-20<1<20
55235

9369 [Rint = 0.0284, Rsigma = 0.0244]
9369/0/559

1.053

R1=0.0484, wR2 = 0.1337
R1=10.0525, wR2 =0.1374
0.83/-1.29
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X-ray crystal data of compound 8m (CCDC 2042102)

Sample preparation : A solution of compound 8m (30 mg) in CH2Cl2 (10 mL) was placed in a
tube (10 mL). EtOAc (2 mL) was added slowly to the vial with a dropper. The vial was closed
with little cotton and kept at room temperature for 2 days. Then, colorless prisms were
observed.

Crystal measurement : X-ray crystal structures were determined with a Bruker Enraf-Nonius
single-crystal diffractometer (CAD4, Kappa CCD). Thermal ellipsoids are drawn at 50%
probability level.
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Empirical formula
Formula weight

C11.29H10.3501.41S0.47
183.75

Temperature/K 113(2)

Crystal system triclinic

Space group P-1

alA 14.1278(3)

b/A 16.6555(3)

c/A 17.1139(3)

a/° 85.246(2)

B/° 87.858(2)

v/° 74.443(2)

Volume/A 3 3865.64(13)

Z 17

pealcg/cm?® 1.342

pw/mm?t 0.190

F(000) 1648.0

Crystal size/mm?® 0.3x0.3x0.3
Radiation Mo Ka (A=10.71073)
20 range for data collection/° 3.992 to 54.144
Index ranges -17<h<17,-21 <k <21,-21<1<20
Reflections collected 84580

Independent reflections 16148 [Rint = 0.0484, Rsigma = 0.0513]
Data/restraints/parameters 16148/0/1017
Goodness-of-fit on F2 1.060

Final R indexes [[>=2c (I)] R1=0.0579, wR2 = 0.1527
Final R indexes [all data] R1=0.0779, wR2 = 0.1630
Largest diff. peak/hole / e A3 1.17/-0.62
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X-ray crystal data of compound 8m-1 (CCDC 2042103)

Sample preparation : A solution of compound 8m-1 (30 mg) in CH2Cl2 (10 mL) was placed in
a tube (10 mL). EtOAc (2 mL) was added slowly to the vial with a dropper. The vial was closed
with little cotton and kept at room temperature for 2 days. Then, colorless prisms were
observed.

Crystal measurement : X-ray crystal structures were determined with a Bruker Enraf-Nonius
single-crystal diffractometer (CAD4, Kappa CCD). Thermal ellipsoids are drawn at 50%
probability level.
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Identification code

K10906-MYC-A

Empirical formula CaoH3806S2

Formula weight 678.82
Temperature/K 113(2)

Crystal system triclinic

Space group P-1

alh 10.30720(10)

b/A 14.2750(3)

c/A 15.3721(4)

a/° 62.701(2)

/e 86.646(2)

v/° 73.3530(10)
Volume/A 3 1918.57(7)

z 2

pealcg/cm?® 1.175

w/mm? 0.182

F(000) 716.0

Crystal size/mm?® 0.2x0.2x0.15
Radiation Mo Ka (A=0.71073)
20 range for data collection/° 3.308 to 54.01

Index ranges -12<h<13,-18<k<17,-19<1<19
Reflections collected 43823

Independent reflections 7990 [Rint = 0.0359, Rsigma = 0.0327]
Data/restraints/parameters 7990/0/437
Goodness-of-fit on F? 1.066

Final R indexes [[>=2c (I)] R1=0.0566, wR2 = 0.1609
Final R indexes [all data] R1=0.0699, wR2 = 0.1681
Largest diff. peak/hole /e A 3 0.51/-0.39
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X-ray crystal data of compound 8x-1 (CCDC 2042104)

Sample preparation : A solution of compound 8x-1 (30 mg) in CH2Cl2 (10 mL) was placed in
a tube (10 mL). EtOAc (2 mL) was added slowly to the vial with a dropper. The vial was closed
with little cotton and kept at room temperature for 2 days. Then, colorless prisms were
observed.

Crystal measurement : X-ray crystal structures were determined with a Bruker Enraf-Nonius
single-crystal diffractometer (CAD4, Kappa CCD). Thermal ellipsoids are drawn at 50%
probability level.
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Empirical formula
Formula weight
Temperature
Wavelength

Crystal system
Space group

Unit cell dimensions

Volume

z

Density (calculated)
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 24.999°
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F2

Final R indices [I>2sigma(l)]
R indices (all data)

Extinction coefficient

Largest diff. peak and hole

C42 H36 08 S2
732.83

113(2) K

0.71073 A

Triclinic

P-1

a=11.1955(4) A

b = 13.5009(6) A

c = 14.0064(6) A
1887.39(15) A 3

2

1.289 Mg/m3

0.194 mm-1

768

0.5x 0.3 x 0.3 mm3
1.596 to 24.999°,
-13<=h<=13, -16<=k<=16, -16<=I<=16
38013

6626 [R(int) = 0.0753]

99.6 %

Semi-empirical from equivalents
1.00000 and 0.75448

Full-matrix least-squares on F2

6626 / 303 / 482

1.059

R1 = 0.0623, wR2 = 0.1425
R1=0.0897, wR2 = 0.1520

n/a

0.290 and -0.375 e.A -3

a0 =91.424(3)°.
B =109.342(4)°.
y = 107.452(4)°,
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X-ray crystal data of compound 8ab-1 (CCDC 2042105)

Sample preparation : A solution of compound 8ab-1 (30 mg) in CH2Clz (10 mL) was placed in
a tube (10 mL). EtOAc (2 mL) was added slowly to the vial with a dropper. The vial was closed
with little cotton and kept at room temperature for 2 days. Then, colorless prisms were
observed.

Crystal measurement : X-ray crystal structures were determined with a Bruker Enraf-Nonius
single-crystal diffractometer (CAD4, Kappa CCD). Thermal ellipsoids are drawn at 50%
probability level.
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Empirical formula
Formula weight
Temperature
Wavelength

Crystal system
Space group

Unit cell dimensions

Volume

Z

Density (calculated)
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 25.242°
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F2

Final R indices [I1>2sigma(l)]
R indices (all data)

Extinction coefficient

Largest diff. peak and hole

C38 H36 06
588.67

113(2) K

0.71073 A

Triclinic

P-1

0a=9.1316(2) A  a=106.306(2)°.
B=12.7947(3) A b= 107.568(2)°.
y=14.4860(4) A g =98.437(2)".

1498.27(7) A3

2

1.305 Mg/m3

0.087 mm-1

624

0.5x 0.3 x 0.3 mm3

2.360 to 27.050°.

-11<=h<=11, -16<=k<=16, -18<=1<=18
37071

6264 [R(int) = 0.0695]

99.7 %

Semi-empirical from equivalents
1.00000 and 0.83308

Full-matrix least-squares on F2
6264 /0/399

1.116

R1=0.0413, wR2 =0.1025
R1=0.0542, wR2 = 0.1081
n/a

0.285 and -0.245 e A -3
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X-ray crystal data of compound 13 (CCDC 2042106)

Sample preparation : A solution of compound 13 (30 mg) in CH2Cl2 (10 mL) was placed in a
tube (10 mL). EtOAc (2 mL) was added slowly to the vial with a dropper. The vial was closed
with little cotton and kept at room temperature for 2 days. Then, colorless prisms were
observed.

Crystal measurement : X-ray crystal structures were determined with a Bruker Enraf-Nonius
single-crystal diffractometer (CAD4, Kappa CCD). Thermal ellipsoids are drawn at 50%
probability level.
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Empirical formula
Formula weight
Temperature/K
Crystal system
Space group

alh

b/A

c/A

o/°

p/e

v/°
Volumey/A 3
Z
pealcg/cm?®
w/mm?

F(000)

Crystal size/mm?
Radiation

20 range for data collection/°

Index ranges

Reflections collected
Independent reflections
Data/restraints/parameters
Goodness-of-fit on F?

Final R indexes [[>=2c (I)]
Final R indexes [all data]
Largest diff. peak/hole / e A 3

C29H2403S

452.54

113(2)

triclinic

P-1

9.6718(3)

10.5127(2)

12.8470(3)

113.403(2)

103.061(2)

99.138(2)

1121.72(5)

2

1.340

0.174

476.0

0.3x0.25x 0.2

Mo Ka (A=0.71073)
4.264 to 49.998
-11<h<11,-12<k<12,-15<1<14
32987

3958 [Rint = 0.0599, Rsigma = 0.0295]
3958/0/299

1.056

R1=0.0359, wR2 = 0.0941
R1=0.0398, wR2 = 0.0970
0.26/-0.46
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X-ray crystal data of compound 14 (CCDC 2042107)

Sample preparation : A solution of compound 14 (30 mg) in CH2Cl2 (10 mL) was placed in a
tube (10 mL). EtOAc (2 mL) was added slowly to the vial with a dropper. The vial was closed
with little cotton and kept at room temperature for 2 days. Then, colorless prisms were
observed.

Crystal measurement : X-ray crystal structures were determined with a Bruker Enraf-Nonius
single-crystal diffractometer (CAD4, Kappa CCD). Thermal ellipsoids are drawn at 50%
probability level.
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Empirical formula
Formula weight
Temperature/K
Crystal system
Space group

alh

b/A

c/A

o/°

pre

v/°

Volume/A 3

z

pealcg/cm?®

w/mm?t

F(000)

Crystal size/mm?
Radiation

20 range for data collection/°

Index ranges

Reflections collected
Independent reflections
Data/restraints/parameters
Goodness-of-fit on F?

Final R indexes [[>=2c (I)]
Final R indexes [all data]
Largest diff. peak/hole / e A 3

Cs0H2603S

466.57

113(2)

monoclinic

P21/c

9.7564(2)

14.7638(2)

17.1919(3)

90

101.0780(10)

90

2430.20(7)

4

1.275

0.163

984.0

0.5x0.35x 0.3

Mo Ka (L= 0.71073)
4.254 10 54.13
-12<h<12,-17<k<18,-21<1<19
52824

5196 [Rint = 0.0624, Rsigma = 0.0289]
5196/0/308

1.077

R1=0.0357, wR2 = 0.0919
R1=0.0415, wR2 = 0.0952
0.33/-0.44
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X-ray crystal data of compound 15 (CCDC 2042108)

Sample preparation : A solution of compound 15 (30 mg) in CH2Cl2 (10 mL) was placed in a
tube (10 mL). EtOAc (2 mL) was added slowly to the vial with a dropper. The vial was closed
with little cotton and kept at room temperature for 2 days. Then, colorless prisms were
observed.

Crystal measurement : X-ray crystal structures were determined with a Bruker Enraf-Nonius
single-crystal diffractometer (CAD4, Kappa CCD). Thermal ellipsoids are drawn at 50%
probability level.
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Empirical formula
Formula weight
Temperature/K
Crystal system
Space group

alh

b/A

c/A

o/°

p/e

y/°
Volume/A 3
Z
pealcg/cm?
w/mm?

F(000)

Crystal size/mm?®
Radiation

20 range for data collection/°

Index ranges

Reflections collected
Independent reflections
Data/restraints/parameters
Goodness-of-fit on F2

Final R indexes [[>=2c (I)]
Final R indexes [all data]
Largest diff. peak/hole / e A3

C23H2204S

394.46

113(2)

monoclinic

C2/c

16.1182(3)

11.9825(2)

20.4080(4)

90

105.952(2)

90

3789.75(13)

8

1.383

0.198

1664.0

0.2x0.15x 0.15

Mo Ka (A= 0.71073)
4.152 to 54.114
-20<h<20,-15<k<15,-25<1<25
21960

3978 [Rint = 0.0246, Rsigma = 0.0188]
3978/0/255

1.103

R1=0.0456, wR2 = 0.1285
R1=0.0502, wR2 = 0.1315
0.50/-0.43
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