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Compound 6a (*H-NMR spectral data)
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"unity400"

Pulse Sequence: s2pul
UNITYplus-400

Jul 21 2022
Ambient temperature
Total 32 repetitions
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YNB720

Pulse Sequence: s2pul

UNITYplus-400
Date: Jul 21 20
Solvent: CDC13
Ambient temperature
Total 320 repetitions

"unitya400"
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Compound 6a (**C-NMR spectral data)

CO,Et
\ CO,Et
o
.
3
©
0D~
ﬁggg
SR 5
S8 = ~
Bt 2 28 i = 83
4] 2 o Sy A .3
¥ &3 ] . b
o o © a o © —m
o o ™ © @ ~ ISR -
S ¥ ® L -
. -]
- %
Ly}
~ w e i w =R
00 N w o L ~ o
n v o~ o Lel L'
2 e . o 2
4 o
@ 2 0 3 3
=] - o ‘
| |
|
| | 1’
l l | |
L T
S 5o o = o (T e G e o L G o o e 2 2 P e o o e i e it OB i i G S B N i e e G o S [R  ia [R E m  B 22 o
180 160 140 120 100 80 60 40 20 ppm

S3




2ST°1
01" X 3
881" 1
162°1 M
60€°T
1281
S~
=
880°€
££1° €
T°E
9 e
815°€ JJ/
veL'e

f

©
©
©
© £8L°¢€
S 664°€
= s18°€
O L66°E—
m 200°p
180°p
[7p] mmo.p
1
-
N—r
Q
©
©
c
>
(@]
Q.
3
ol
w
N
8
o
w
N
O
z (8]
e y
<
S¥ . O
o -~ oC
N C ~ 0
v SN 3=
TN -
w © g~
@ N L
0 o -0
c onOan
0 <« OE®
=) Oow
& 85.%
N mReem o
~ a £¢c Q
© © >udO~
© v FO>~g =
L = HLmOP O
> S ZCO0EO
o 4 Schnar [
=

[
aTT b /
€S b
18T p

19T°p
6LT° Y
- A
689°9 —
T12°9
680°¢Z .
0TT 2

| .

I
ppm

=

=~

L  Foo-oe
}seze

Focror
~ N} 9ozt

-~ ™M
%nw.uw

Feremr

L JFserrae

<}z
| Ls°vy

Fe6°01

T og o1

ot

S4



Pulse Sequence: s2pul

UNITYplus-400
Date: Jun 2
Solvent: CDC13
Ambient temperature

Total 560 repetitions

MeO o
MeO

"unitya00"
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CO,Et

CO,Et

Compound 6b (**C-NMR spectral data)
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Compound 6¢ (*H-NMR spectral data)

"unityao00"”
6 2022
cDC13
CO,Et

Jul
Total 32 repetitions

Pulse Sequence: s2pul
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Compound 6¢ (**C-NMR spectral data)

YNB70S

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Jul 6 2022
Solvent: CDC13

Ambient temperature
Total 112 repetitions
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Compound 6d (*H-NMR spectral data)

YNB708

s2pul
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Compound 6d (**C-NMR spectral data)

YNB708

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Jul 8 2022
Solvent: CDC13

Ambient temperature
Total 2752 repetitions
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Compound 6e (*H-NMR spectral data)

YNB716

s2pul

Pulse Sequence:
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Compound 6e (**C-NMR spectral data)

YNB716

Pulse Sequence: s2pul

UNITYplus=-400 "unityd400"
Date: Jul 18 2022
Solvent: CDC13

Ambient temperature

Total 224 repetitions
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Compound 6f (*H-NMR spectral data)

s2pul
"unityao0"

Jul 14 2022

Pulse Sequence:
UNITYplus-400

Date:
Solvent: CDC13

YNBC713
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Compound 6f (*3C-NMR spectral data)

YNBC713

Pulse Sequence: s2pul

UNITYplus-400 "unityd00"
Date: Jul 14 2022
Solvent: CDC13

Ambient temperature

Total 256 repetitions
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Compound 6g (*H-NMR spectral data)

YNB71S
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YNB715

Pulse Sequence: s2pul

UNITYplus-400 "unitydoo0"
Date: Jul 18 2022
Solvent: CDC13

Ambient temperature

Total 656 repetitions

Compound 6g (**C-NMR spectral data)
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Compound 6h (*H-NMR spectral data)

YNB719

s2pul
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YNB718

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Jul 20 2022
Solvent: CDC13

Ambient temperature

Total 128 repetitions
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Compound 6h (**C-NMR spectral data)
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Compound 6i (*H-NMR spectral data)

YNB725

Pulse Sequence: s2pul S
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YNB?725

Pulse Sequence:

UNITYplus-400 "
Date: Jul 27 2022
Solvent: CDC13
Ambient temperature
Total 2528 repetitions

s2pul
unityao00"

Compound 6i (**C-NMR spectral data)

CO,Me
MeO N _co,Me
(o)
MeO
o
>
-
o
v o -
g - S B S
2 - o T o o .
S o ~ ® - ] n o
- =4 o @ ’;; ™ o~
o :—;";m V: w
~
o @8 A N & |
L o o Lol o n ©
— = © P o © ~No © o
© ~ % 3 S =] ~a ™
o =3 wn @ - w - b=
] "2} o o~ .
o . - o © ] -
® ~ wn e
- o - ©
- - 1
T T S (VO T B A . |1|v|Ivlvv]Trv|]lvyl]|1|v|vt|v||lvIIrrvy]lrrv[rl!l[vrllllvl!|V11FT‘i4rr]11vrI—|
180 160 140 120 100 80 60 40 20 ppm

S19



Compound 6j (*H-NMR spectral data)

YNB81S

Pulse Sequence: s2pul

UNITYplus-400 "unity400"

Date: Feb 6 2023 .
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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Compound 6j (**C-NMR spectral data)

YNB81S

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Feb 6 2023
Solvent: CDC13

Ambient temperature

Total 2464 repetitions
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Compound 6k (*H-NMR spectral data)

YNB810
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Pulse Sequence:
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YNB810

Pulse Sequence: s2pul

UNITYplus=-400 "unity400"
Date: Aug 11 2022
Solvent: CDC13

Ambient temperature

Total 2432 repetitions

146 .808

Compound 6k (**C-NMR spectral data)

133.709
132.981
130.427

141.403
139.144

w
<
n..oN
w®emnN
o T
to o
o QN
o g
- N
-
]
-
«©
<
o~
-

= 0 T A-118.905

e ey
125.606

110.248

77.318

.000

76.682

71.300

59.830
57.640

—— 55.744

32.617

——  30.979

26.840

1%
Y

R R N TR e o e S o e e o ) o

60

40

20

L S M e o
ppm

S23




YNB?727

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Jul 28 2022
Solvent: CDC13

Ambient temperature
Total 32 repetitions
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Compound 6l (*H-NMR spectral data)
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Compound 6l (**C-NMR spectral data)

YNB?727

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Jul 28 2022
Solvent: CDC13

Ambient temperature

Total 1696 repetitions
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Compound 6m (*H-NMR spectral data)

YNB2527

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Sep 30 2022
Solvent: CDC13

Ambient temperature

Total 32 repetition
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Compound 6m (**C-NMR spectral data)

Pulse Sequence: s2pul

UNITYplus-400 "unityd00"”
Date: Sep 30 2022
Solvent: CDC13

Ambient temperature
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Compound 6n (*H-NMR spectral data)

Me

s2pul
"unity400"

6 2022

Solvent: CDC13

Dec
Total 32 repetitions

YNB1205

Pulse Sequence:
UNITYplus-400

Date:

Ambient temperature

T
ppm

o |
806°T F
m;.au == |2¥ 02702
€26°T Q
S8T°2 5 | > 82°0¢
625°2 < | *6s'0g
seoe = |3¥3 02z
¢80, )
doiie—= 1 L
S6L°€ — L 11509

g€0g8’¢
- <
S Foo-ot

—w
1T R e, O, ey {r T 9201
AT oSS
20279 L
. =N
280" 2 . T or-ot
607" 2 L L
— oo
o
= L
=
(@) L
=2

MeO

MeO

S28




YNB1205

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Dec 6 2022
Solvent: CDC13

Ambient temperature

Total 1040 repetitions

Compound 6n (**C-NMR spectral data)
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Compound 60 (*H-NMR spectral data)

"unity400"

s2pul
Dec 8 2022

Pulse Sequence:
UNITYplus-400
cDC13

Date:

Solvent:
Ambient temperature

YNB1207
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YNB1207

Pulse Sequence: s2pul
UNITYplus-400 "unity400"
Date: Dec 8 2022

Solvent: CDC13

Ambient temperature
Total 1024 repetitions

MeO O
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Compound 60 (**C-NMR spectral data)
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YNBS26

Pulse Seguence:
UNITYplus-600

s2pul
"KMU600.kmu.edu.tw"

Date: Sep 27 2022

Solvent: cdcl13

Temp. 28.0 C 7 301.1 K
Total 32 repetitions

Compound 6p (*H-NMR spectral data)
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YNBS26

Pulse Sequence: s2pul

UNITYplus-600 "KMUG60O.kmu.edu.tw"
Date: Sep 27 2022

Solvent: cdcl13

Temp. 28.0 C s 301.1 K

Total 936 repetitions

Compound 6p (**C-NMR spectral data)
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Compound 6q (*H-NMR spectral data)

YNBS28
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YNB928

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Sep 29 2022
Solvent: CDC13

Ambient temperature

Total 1056 repetitions

Compound 6q (**C-NMR spectral data)
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Compound 6r (*H-NMR spectral data)
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Compound 6r (**C-NMR spectral data)

YNBS 08

Pulse Sequence: s2pul

UNITYplus-400 "unitya400"
Date: Sep 12 2022
Solvent: CDC13

Ambient temperature

Total 3216 repetitions
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Compound 6s (*H-NMR spectral data)
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Compound 6s (**C-NMR spectral data)

YNB1013

Pulse Sequence: s2pul

Mercury-400BB "MerPlus400"
Date: Oct 14 2022

Solvent: cdcl3

Ambient temperature

Total 400 repetitions
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YNB33-38

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Feb 8 2023
Solvent: CDC13

Ambient temperature
Total 32 repetitions

Compound 6t (*H-NMR spectral data-1)
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Compound 6t (*H-NMR spectral data-2)
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Compound 6t (*H-NMR spectral data-3)
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Compound 6t (*3C-NMR spectral data)

Pulse Sequence: s2pul
UNITYplus-400 "unity400"
Feb 8 2023
CcDC13
Ambient temperature

Date:
Solvent:

YNB33-38
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Compound 6u (*H-NMR spectral data)

Me

"unity400"

7 2023

Pulse Sequence: s2pul
Solvent: CDC13

Ambient temperature
Total 64 repetitions
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YNB0206
Date: Feb
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Compound 6u (**C-NMR spectral data)

CO,Et

CO,Et

Me

"unity400"

7 2023

Solvent: CDC13

s2pul

YNB0206

Pulse Sequence:
UNITYplus=-400
Date: Feb
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Ambient temperature
Total 3376 repetiticns
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Compound 6v (*H-NMR spectral data)

Pulse Sequence: s2pul
UNITYplus-400

YNB1202
Date:

"unity400"
2 2022
cpnc13

Dec
Total 32 repetitions

Ambient temperature

Solvent:
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Compound 6v (**C-NMR spectral data)

YNB1202

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Dec 2 2022
Solvent: CDC13

Ambient temperature

Total 720 repetitions
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Compound 6x (*H-NMR spectral data)

CHNFO0410
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29722

€T°0€

L L L LRI |

N -08°02

LI L L

29z e ~

emﬁ.mirfjﬂl
228°% N )
12878 —
L —
06E°b &
mmm.vHYlVI f vlnm 50701
Z0b° b / P
60V b .
& _— =
180" S b
160°S o
9v0°§ £
050°6 o
bS0°S [ o
6505 f FYer-01
ol T
£90°6 o
918" 9
188" 9
98°9 1/
6T0° 2\ 5 -
£20° 2
0b0° ¢ — g uu
260" 2L e
VeI L /l
28T L .
21 T
9.2 ¢L
e 12072
= b L

o

o

<
- > %)
EEY £
o - ©0
N C g
w SMm S

B -
. o o
Y N
Co oo
€ ooLaw
O THOE L
31 0o
T oL L0
® S Qe
D =~ILRLOM

a ccC
D > QO
w ~o>—ag
— e~ O
3 ZTOEO
o DSONICH-

ﬁ
ppm

o
WN@.
€T"

(24
oe

- m

L T.m.ow

" Foooo

=<

- }sotot

L

"} e1-01

L

— W

I Jesev

I~ ™) ss61

| 11702
Fos ot

T Frorot

-0

L

— o,

S48



Compound 6x (**C-NMR spectral data)

CHNF 0410

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Sep 21 2023
Solvent: CDC13

Ambient temperature

Total 4512 repetitiins
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X-ray crystal data of compound 6q

(o)
w0 C LIS )
MeO

Sample preparation : A solution of compound 6q (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.

> Prob = 50
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Empirical formula
Formula weight
Temperature/K
Crystal system
Space group

alh

b/A

c/A

o/°

pr°

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 F?

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

C18H2004

298.35

130(2)

monoclinic

P21/n

7.7589(4)

10.0726(7)

18.9645(10)

90

95.207(5)

90

1476.00(15)

4

1.343

0.091

636.0

0.5x05x0.5

Mo Ka (A =0.71073)
4.314 t0 54.134
9<h<9,-12<k<12,-24<1<23
23702

3082 [Rint = 0.0789, Rsigma = 0.0539]
3082/0/201

1.078

R1=0.0718, wR2 = 0.1837
R1 =0.0845, wR2 = 0.1897
0.42/-0.28
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X-ray crystal data of compound 6r

o

(o)

MeO O
MeO

Sample preparation : A solution of compound 6r (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?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

C21H1804

334.35

130(2)

trigonal

R-3

36.9306(9)

36.9306(9)

6.4911(2)

90

90

120

7666.9(4)

18

1.303

0.090

3168.0

04x0.2x0.2

MoKa (A =0.71073)
3.821049.98
-43<h<43,-43<k<43,-7<1<7
51392

3005 [Rint = 0.0960, Rsigma = 0.0329]
3005/126/228

1.066

R1=0.0466, wR2 = 0.1258
R1=10.0550, wR2 = 0.1311
0.79/-0.36
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X-ray crystal data of compound 6s

Sample preparation : A solution of compound 6s (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.

Prob
Temp
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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

C21H19NO3

333.37

130(2)

triclinic

P-1

8.3860(2)

8.6370(2)

12.3414(3)

103.452(2)

95.930(2)

103.910(2)

831.78(4)

2

1.331

0.089

352.0

0.3x0.2%x0.2

Mo Ka (A =10.71073)
3.442 t0 54.116
-10<h<10,-11<k<10,-15<1<15
18919

3472 [Rint = 0.0350, Rsigma = 0.0276]
3472/0/228

1.106

R1=10.0403, wR2 = 0.1022
R1=0.0500, wR2 = 0.1077
0.20/-0.23
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