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SH0320

Pulse Sequence: s2pul

UNITYplus=-400 "unity400"
Date: Mar 20 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

Compound 4a (*H-NMR spectral data)
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Compound 4a (**C-NMR spectral data)

SHO0320

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Mar 20 2020
Solvent: CDC13

Ambient temperature

Total 1072 repetitions
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SH1121

Pulse Sequence: s2pul

Mercury-400BB "MerPlus400"
Date: Nov 21 2019

Solvent: cdcil3

Ambient temperature

Total 32 repetitions

Compound 4b ("H-NMR spectral data)

—\_4.002

w
2
=]
MeO e OMe < =
N ~
T
MeO ®
. Br
=
-o e
MnTmNVNe
nwen .« ‘eI
De T et S S
wI o~ Ten
JlE @ e
".':.\u
~ r~
r
J /
: — -7 T :
9 8 7 6 5 4 3
Yooy Wy Y Ppm
o~ w o T ~ - w
- - o o o s o
- - et w ™




SH1121

Pulse Sequence: s2pul

Mercury-400BB "MerPlus400"
Date: Nov 21 2019

Solvent: CDC13

Ambient temperature

Total 528 repetitions

Compound 4b (>*C-NMR spectral data)
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Compound 4c (*H-NMR spectral data)

SH0331

Pulse Sequence: s2pul

UNITYplus-400 "unity4oo0"
Date: May 11 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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SH0331

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: May 11 2020
Solvent: CDC13

Ambient temperature

Total 3328 repetitions

MeO ™ OMe
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Compound 4c (**C-NMR spectral data)
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SH0225

Pulse Sequence: s2pul

UNITYplus-400 "unityd00"
Date: Feb 26 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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Compound 4d ("H-NMR spectral data)
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SH0225
Pulse Sequence: s2pul
UNITYplus-400 "unity400"

Date: Feb 26 2020
Solvent: CDC13
Ambient temperature
Total 3664 repetitions
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SHO0406

Pulse Sequence: s2pul

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

Ambient temperature

Total 32 repetitions
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Compound 4e ("H-NMR spectral data)
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Compound 4e (**C-NMR spectral data)

SH0406

Pulse Sequence: s2pul

UNITYplus=-400 ‘“unityd00"
Date: Apr 7 2020
Solvent: CDC13

Ambient temperature

Total 1568 repetitions
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SH0131

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
20

Date: Jan 31 20
Solvent: CDC13
Ambient temperature
Total 32 repetitions

MeO 2 OMe

~N

g NO,

MeO

8.641

10.33

Compound 4f ('"H-NMR spectral data)
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Compound 4f ('*C-NMR spectral data)

SH0131

Pulse Sequence: s2pul
UNITYplus=-400 "unity400"
Date: Jan 31 2020
Solvent: CDC13

Ambient temperature

Total 3488 repetitions
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SH0318

Pulse Sequence: sZpul
UNITYplus-400 "unity400"
Date: Mar 19 2020
Solvent: CDC13

Ambient temperature
Total 32 repetitions
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Compound 4g ("H-NMR spectral data)
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SH0318

Pulse Sequence: sZpul

UNITYplus-400 "unityd00"

Date: Mar 19 2020
Solvent: CDC13

Ambient temperature
Total 1732 repetitions

MeO N OMe

~N
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Compound 4g (>*C-NMR spectral data)
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SH0302

Pulse Sequence: s2pul

UNITYplus-400 "unityd00"
Date: Mar 2 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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Compound 4h ("H-NMR spectral data)
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Compound 4h (">*C-NMR spectral data)

SH0302

Pulse Sequence: s2pul

UNITYplus-400 ‘“unityd00"
Date: Mar 2 2020
Solvent: CDC13

Ambient temperature

Total 2080 repetitions
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Compound 4i ("H-NMR spectral data)

SHO0304

Pulse Sequence: s2pul
UNITYplus-400 "unity400"
Date: Mar 5 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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SHO304

Pulse Seqguence: sZpul
UNITYplus-400 "unityd00"
Date: Mar 5 20
Solvent: CDC13

Ambient temperature

Total 1200 repetitions

Compound 4i (*C-NMR spectral data)
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Compound 4j ("H-NMR spectral data)

SH0226

Pulse Sequence: s2pul

UNITYplus=400 "unity400"
Date: Feb 27 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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Compound 4j (*C-NMR spectral data)

SHO0226

Pulse Sequence: s2pul

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

Ambient temperature

Total 8016 repetitions
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Compound 4k ("H-NMR spectral data)

SH0326

Pulse Sequence: sZpul

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

Ambient temperature

Total 32 repetitions
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SH0326

Pulse Sequence:
UNITYplus-400

s2pul
"unity400"

Date:

Mar 27 2020

Solvent: CDC13
Ambient temperature

Total

4304 repetitions

Compound 4k (**C-NMR spectral data)
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Compound 41 ("H-NMR spectral data)

SH1202up

Pulse Sequence: s2pul

UNITYplus-400 "unitya00"
Date: Dec 3 2019
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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Compound 4l (*C-NMR spectral data)

SH1202up

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Dec 3 2019
Solvent: CDC13

Ambient temperature

Total 512 repetitions
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Compound 4m (*H-NMR spectral data)

SHO0220

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Feb 24 2020
Solvent: CDC13

Ambient temperature
Total 32 repetitions
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Compound 4m (**C-NMR spectral data)

SH0220

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Feb 24 2020
Solvent: CDC13

Ambient temperature

Total 2272 repetitions
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SH0327

Pulse Sequence: s2pul

UNITYplus=-400 "unity400"
Date: Mar 27 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

Compound 4n ("H-NMR spectral data)
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Compound 4n (">*C-NMR spectral data)

SH0327

Pulse Sequence: s2pul

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

Ambient temperature

Total 2704 repetitions
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Compound 4o ("H-NMR spectral data)

SH0205

Pulse Sequence: s2pul

UNITYplus-400 "unityd00"
Date: Feb 6 2020
Solvent: CDC13

Ambient temperature
Total 32 repetitions
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Compound 4o (>*C-NMR spectral data)

SH0205

Pulse Sequence: s2pul
UNITYplus-400 '"unity400"
Date: Feb 6 2020
Solvent: CDC13

Ambient temperature

Total 6448 repetitions
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Compound 4p ("H-NMR spectral data)

SHD203

Pulse Sequence: s2pul

UNITYplus=-400 “unitya400"
Date: Feb 3 2020
Solvent: CDC13

Ambient temperature

Total 80 repetitions
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Compound 4p (>*C-NMR spectral data)

SH0203

Pulse Sequence: s2pul

UNITYplus-400 "unityaoo"
Date: Feb 3 2020
Solvent: CDCI13

Ambient temperature

Total 34304 repetitions
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SH0330

Pulse Sequence: s2pul

UNITYplus-400 "unityd00"
Date: Mar 31 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

Compound 4q ("H-NMR spectral data)
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SH0330

Pulse Sequence: s2pul

UNITYplus=-400 "unityd400"
Date: Mar 31 2020

Solvent: CDC13
Ambient temperature
Total 128 repetitions

Compound 4q (>*C-NMR spectral data)
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Compound 4r ("H-NMR spectral data)

SH0227

Pulse Sequence: sZpul

UNITYplus-400 "“unityd400"
Date: Feb 27 2020
Solvent: CDC13

Ambient temperature
Total 64 repetitions
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SH0227

Pulse Sequence: s2pul

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

Ambient temperature
Total 2640 repetitions
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Compound 4r (*C-NMR spectral data)
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SH0212

Pulse Sequence: s2pul

UNITYplus-400 "unityd00"
Date: Feb 13 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

Compound 4s ("H-NMR spectral data)
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SH0212

Pulse Sequence: s2pul

UNITYplus-400 "unitya400"
Date: Feb 13 2020

Solvent:

cbpcas

Ambient temperature
Total 1744 repetitions

Compound 4s (**C-NMR spectral data)
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Compound 4t ('"H-NMR spectral data)

SH0214

Pulse Sequence: s2pul

UNITYplus=-400 "unitya400"
Date: Feb 14 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

—4.081

4.005

3.852

MeO \OMe
N
MeO 7
L,
F
o
o
©
" Wm
[
[
I/
e S Lo e s I
9 8 7
e e e SR &
SR RE 86

60.00 {4 —
s1:11 4

ppm

S-40




[

SH0214
Pulse Sequence: s2pul
UNITYplus-400 "unityd400"

Date: Feb 14 2020
Solvent: CDC13
Ambient temperature
Total 2096 repetitions

Compound 4t ('*C-NMR spectral data)
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SH0313

Pulse Sequence: s2pul

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

Ambient temperature
Total 32 repetitions
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Compound 4u ("H-NMR spectral data)
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Compound 4u (">*C-NMR spectral data)

SH0313

Pulse Sequence: s2pul

UNITYplus-400 ™unityd400"
Date: Mar 16 2020
Solvent: CDC13

Ambient temperature

Total 5088 repetitions

LT
- @
) w®
I {
©w©
L=
b | ©
] Y ™
© o fae -
« 0 (=N -]
o~ 2 P e
c"_' S wn
naT '
o'l
- I
1 2 L
w
o~ ol
ol TO g$ <
e 0 o v
THww - < w
o NN -
me - — -
- ™ l‘
°© © / |
gvm o
o ™~wn o™ }
NP B
© 2w o %
O A
{ ]
w
" i

- +-148.271
— 137.249
—135.074
il
—119.843

\ | |‘ |
e l Lo il foat ; i
Vo b et : AT T S RNUROR—
g o T T T T T et R Vo T e i o L O Al i 3 i | A P e | L (LI 7T A [ L T [T, Nt M (o . S . 7 T T

180 160 140 120 100 80 60 40 20 ppm

90 R it

S-43



SH1114

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Nov 14 2019
Solvent: CDC13

Ambient temperature

Compound 4v ("H-NMR spectral data)
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Compound 4v ('*C-NMR spectral data)

SH1114

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Nov 14 20189
Solvent: CDC13

Ambient temperature

Total 1712 repetitions
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Compound 4w (*H-NMR spectral data)

SH1125

Pulse Sequence: s2pul

UNITYplus-400 ‘"unityd400"
Date: May 4 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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SH1125

Pulse Sequence: s2pul

UNITYplus-400 “unityd00"
Date: May 4 2020
Solvent: CDC13

Ambient temperature

Total 1360 repetitions

Compound 4w (**C-NMR spectral data)
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Compound 4x (*H-NMR spectral data)

SH0211

Pulse Sequence: s2pul

UNITYplus-400 ‘"“unity400"
Date: Feb 11 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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SHO211

Pulse Sequence: s2pul

UNITYplus-400 “unity400"
Date: Feb 11 2020
Solvent: CDC13

Ambient temperature

Total 1120 repetitions
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Compound 4x (**C-NMR spectral data)
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SH0218

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Feb 19 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

Compound 4y ('"H-NMR spectral data)
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Compound 4y ('*C-NMR spectral data)

SH0218

Pulse Sequence: sZpul

UNITYplus=-400 "unity400"
Date: Feb 19 2020
Solvent: CDC13

Ambient temperature

Total 2352 repetitions
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Compound 4z ("H-NMR spectral data)

SH0317

Pulse Sequence: s2pul

UNITYplus=-400 "“unity400"
Date: Mar 18 2020
Solvent: CDC13

Ambient temperature

Total 64 repetitions
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Compound 4z (*C-NMR spectral data)

SH0317

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Mar 18 2020
Solvent: CDC13

Ambient temperature

Total 1424 repetitions
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MC0401

Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
9 2020

Date: Apr

Solvent: CDC13
Ambient temperature
Total 556 repetitions
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Compound 4aa ("H-NMR spectral data)
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MCO0401

Pulse Sequence: s2pul

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

Ambient temperature

Total 33552 repetitions

MeO 2 OMe
MeO M
! NO»
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Compound 4aa ("*C-NMR spectral data)
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Compound 4ab ('H-NMR spectral data)

SH0310

Pulse Sequence: s2pul

UNITYplus-400 ‘“unitydo00"
Date: Mar 10 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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Compound 4ab (*C-NMR spectral data)

SHO0310

Pulse Sequence: s2pul

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

Ambient temperature -
Total 32000 repetitions gg
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Compound 4ac ("H-NMR spectral data)

SH0213

3.928
3.901

Pulse Sequence: s2pul

Mercury-400BB "MerPlus400"
Date: Feb 13 2020

Solvent: cdcl3

Ambient temperature

Total 32 repetitions
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Compound 4ac (*C-NMR spectral data)

SH0213

Pulse Sequence: s2pul

Mercury-400BB "MerPlus400"
Date: Feb 13 2020

Solvent: cdcl3

Ambient temperature

Total 640 repetitions
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SH0424

Pulse Sequence: s2pul

UNITYplus=-400 "unity400"
Date: Apr 24 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

Compound 4ad ('"H-NMR spectral data)
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Pulse Sequence: s2pul

UNITYplus-400 "unityd400"
Date: Apr 24 2020
Solvent: CDC13

Ambient temperature

Total 3488 repetitions

Compound 4ad (*C-NMR spectral data)
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SH104106

Pulse Sequence: s2pul

UNITYplus-400 "unitydo00™
Date: Apr 23 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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Compound 4ad-1 ("H-NMR spectral data)
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SH104106

Pulse Sequence: s2pul

UNITYplus=-400 "unityd400"
Date: Apr 23 2020
Solvent: CDC13

Ambient temperature

Total 11088 repetitions
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Compound 4ad-1 (**C-NMR spectral data)
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SHO0312

Pulse Sequence: s2pul

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

Ambient temperature

Total 32 repetitions
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Compound 4ae ("H-NMR spectral data)
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SH0312

Pulse Sequence: s2pul

UNITYplus-400 ™unityd400"
Date: Mar 12 2020
Solvent: CDC13

Ambient temperature

Total 2128 repetitions
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Compound 4ae (*C-NMR spectral data)
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SHO0410

Pulse Sequence: s2pul

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

Ambient temperature

Total 32 repetitions
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Compound 4af ("H-NMR spectral data)
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SHO0410

Pulse Sequence: s2pul

UNITYplus-400 "™unityd00"
Date: Apr 10 2020
Solvent: CDC13

Ambient temperature

Total 3488 repetitions
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SH1081106

Pulse Sequence: s2pul

UNITYplus-400 "unityd400™
Date: Nov 7 2019
Solvent: CDC13

Ambient temperature
Total 32 repetitions
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Compound 4ag ('H-NMR spectral data)
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SH1081106

Pulse Sequence: s2pul

UNITYplus-400 ™unitya00"
Date: Nov 7 2019
Solvent: CDC13

Ambient temperature
Total 11200 repetitions
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Compound 4ag (*C-NMR spectral data)
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Compound 4ah ('H-NMR spectral data)

SHO0219

Pulse Sequence: s2pul
UNITYplus-400 "unityd400"
Date: Feb 20 2020
Solvent: CDC13

Ambient temperature
Total 32 repetitions
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SH0219

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Feb 20 2020
Solvent: CDC13

Ambient temperature

Total 2128 repetitions

<(; O ’\:N OMe
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Compound 4ah (**C-NMR spectral data)
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SH0311

Pulse Sequence:

UNITYplus=-400

Date: Mar 12 20
Solvent: CDC13
Ambient tempera
Total 32 repeti

s2pul
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Compound 4ai ('"H-NMR spectral data)
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Compound 4ai (">*C-NMR spectral data)

SHO0311

Pulse Sequence: s2pul

UNITYplus-400 "unityd00"
Date: Mar 12 2020
Solvent: CDC13

Ambient temperature

Total 1712 repetitions
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SH0303

Pulse Sequence: s2pul
UNITYplus=-400 "unity400"
Date: Mar 3 2020
Solvent: CDC13

Ambient temperature
Total 64 repetitions
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Compound 4aj ('"H-NMR spectral data)
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SH0303

Pulse Sequence: s2pul

UNITYplus-400 “unityd00"
Date: Mar 3 2020
Solvent: CDC13

Ambient temperature

Compound 4aj (">*C-NMR spectral data)
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Compound 4ak ("H-NMR spectral data)

"unityd00"
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Pulse Sequence: s2pul

UNITYplus=-400
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Ambient temperature

Solvent: CDC13
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SHO0505

Pulse Sequence: s2pul

UNITYplus-400 ™unityd400*
Date: May 6 2020
Solvent: CDC13

Ambient temperature

Total 512 repetitions
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Compound 4ak (*C-NMR spectral data)
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Compound 4al ('"H-NMR spectral data)

SH0420

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Dec 22 2020
Solvent: CDC13

Ambient temperature

Total 48 repetitions -
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Compound 4al (">*C-NMR spectral data-1)

SH0420

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Dec 22 2020
Solvent: CDC13

Ambient temperature

Total 40000 repetitions
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Compound 4al (">*C-NMR spectral data-2)
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Compound 4am ("H-NMR spectral data)

SH0217

Pulse Sequence: s2pul

UNITYplus-400 ‘“unityd00"
Date: Apr 20 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions s
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SH0217

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Apr 20 2020
Solvent: CDC13

Ambient temperature

Total 1536 repetitions

Compound 4am (">*C-NMR spectral data)
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Compound 5a (‘"H-NMR spectral data)

s2pul
"unityao00"
9 2020

cbci3

OEt

Pulse Sequence

UNITYplus=-400

Date: Apr

Ambient temperature

Total 64 repetitions
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SHO0409EL

Pulse Sequence: s2pul
UNITYplus-400 "unityd400"
Date: Apr 9 2020
Solvent: CDC13

Ambient temperature
Total 9680 repetitions

MeO o OEt
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Compound 5a (**C-NMR spectral data)
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SH0415

Pulse Sequence: s2pul

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

Ambient temperature

Total 308 repetitions
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Compound 5b ("H-NMR spectral data)
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SH0415

Pulse Sequence: s2pul

UNITYplus-400 “unity400"
Date: Apr 24 2020
Solvent: CDC13

Ambient temperature

Total 32000 repetitions

Compound 5b (>*C-NMR spectral data)
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SH0413

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Apr 14 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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Compound 5¢ (‘"H-NMR spectral data)
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Compound 5¢ (*C-NMR spectral data)

SH0413

Pulse Sequence: s2pul

UNITYplus-400 "unityd00"
Date: Apr 14 2020
Solvent: CDC13

Ambient temperature

Total 3136 repetitions
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SH1120

Pulse Sequence: s2pul

Mercury-400BB "MerPlus400"
Date: Nov 21 2019

Solvent: cdcl13

Ambient temperature

Total 32 repetitions
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Compound 6a (‘"H-NMR spectral data)
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Compound 6a (**C-NMR spectral data)

SH1120

Pulse Sequence: s2pul

Mercury-4008B "MerPlus400"
Date: Nov 21 2019

Solvent: cdc13

Ambient temperature

Total 64 repetitions
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Compound 6b ("H-NMR spectral data)

SH1121B
r~
@R Swn 3
Pulse Sequence: s2pul s P~ ©@m
Mercury-400BB  "MerPlus400" %o

Date: Nov 21 2019
Solvent: CDC13
Ambient temperature
Total 32 repetitions
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SH1121B

Pulse Sequence: s2pul

Mercury-400BB "MerPlus400"
Date: Nov 21 2019

Solvent: CDC13

Ambient temperature

Total 32 repetitions
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Compound 6b (>*C-NMR spectral data)
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SH1128DN

Pulse Sequence: s2pul

UNITYplus-400 "unityd00"
Date: Nov 28 2019
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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Compound 6¢ (‘"H-NMR spectral data)
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Compound 6¢ (**C-NMR spectral data)

SH1128DN

Pulse Sequence: s2Zpul

UNITYplus-400 "unitya400"
Date: Nov 28 2019
Solvent: CDC13

Ambient temperature

Total 640 repetitions
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SHO0304DN

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Mar S 2020
Solvent: CDC13

Ambient temperature
Total 32 repetitions

(;02Me
MeO
MeO O OMe
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Compound 6d ("H-NMR spectral data)
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Compound 6d (>*C-NMR spectral data)

SHO304DN

Pulse Sequence: s2pul
UNITYplus-400 "unity400"
Date: Mar S5 2020

Solvent: CDC13
Ambient temperature
Total 1136 repetitions
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Compound 6e (‘H-NMR spectral data)

SH0205down

Pulse Sequence: s2pul

UNITYplus-400 “unity400"
Date: Feb 6 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

CO,;Me
MeO
MeO O OMe

CN

_3.548
—3.342
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SH0205down

Pulse Sequence: sZpul

UNITYplus-400 "unity400"
Date: Feb 6 2020
Solvent: CDC13

Ambient temperature

Total 240 repetitions

CO,Me

MeO
MeO O OMe

Compound 6e ('*C-NMR spectral data)
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Compound 6f ('"H-NMR spectral data)

SH0203 down

Pulse Sequence: s2pul

UNITYplus=-400 "unityd400"
Date: Feb 3 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions
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O OMe
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Compound 6f (*C-NMR spectral data)

SH0203 down

Pulse Sequence: sZpul

UNITYplus=-400 "unity400"
Date: Feb 3 2020
Solvent: CDC13

Ambient temperature

Total 160 repetitions

CO,Me

MeO
MeO mli! OMe

126,932

.637

~—128.661
127

——3%7.190

81.851

56.995
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55.813
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SHO0214down

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Feb 17 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions

CO,Me

Compound 6g ("H-NMR spectral data)
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SHO0214down

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Feb 17 2020
Solvent: CDC13

Ambient temperature

Total 4048 repetitions

co,Me

MeO
MeO "'D OMe

Compound 6g (>*C-NMR spectral data)
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Compound 7 ('"H-NMR spectral data)

SH0429

Pulse Sequence: s2pul

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

Ambient temperature

Total 32 repetitions
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Compound 7 (**C-NMR spectral data-1)

SH0423

Pulse Sequence: s2pul

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

Ambient temperature

Total 2560 repetitions
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Compound 7 (**C-NMR spectral data-2)

SH0429

—— 56.048
—— 55.828
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Compound 7 (*H-NMR spectral data)

SH0429-D2

6.987

3.962
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SH0428DN

Pulse Sequence:
UNITYplus-400

s2pul
"unitya00"

Date: Apr 30 2020
Solvent: CDC13
Ambient temperature
Total 64 repetitions

CO,CD;

MeO D
O Coco
MeO 3

NO,
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Compound 8 ('H-NMR spectral data)
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Compound 8 ('*C-NMR spectral data-1)

8PELE
8LV LE
v19°LE
0SL'LE

SL60S
cEl'ls
8LTIS
vavis
TT6'SS
C66'CS
or1°9$
ovT 9¢
8879
Per'9s

B B SR

98L'08 ——

980 111
£P0FI1

PLOpIL =

166121 —
€85TTI
seevel
SPI6Tl
1$9°0€1 ——
600€ET ——

066°€¥1
€8T 8¥1
185 °8%1

08L8F1 —=

——

SILILL —

SHO0429DN

CO,CD;
D

0CD,

(J

MeO

MeO

NO,

Fo

TITTTTrTTTTTY T T [TITIyTrrrrrrrrrrreey Ty T T T
180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0

T
190.0

T

S-108



Compound 8 ('*C-NMR spectral data-2)
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Compound 8 (*H-NMR spectral data)

SHO0429DN-D2

313

3.543
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Compound 9 ('"H-NMR spectral data)

SH9398

Pulse Sequence: s2pul

UNITYplus-400 "unity400"
Date: Apr 22 2020
Solvent: CDC13

Ambient temperature

Total 32 repetitions @~
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SH9338

Pulse Sequence:

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

Ambient temperature

Total 1360 repetitions
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Compound 9 (**C-NMR spectral data)
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X-ray crystal data of compound 4r (CCDC 2000637)

MeO

MeO

X
_N

OMe

Sample preparation : A solution of compound 4r (30 mg) in CHCI3 (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.

67 Y

(70316)

5 09:39:45 2020

PLATON-Mar
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sh0227-1 P -1 R = 0.06

RES=

Prob = 50
Temp = 113
0 -160 X
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Empirical formula
Formula weight
Temperature/K
Crystal system
Space group
a/A

b/A

c/A

o/°

pr°

y/°

Volume/A®

Z

Peateg/om’
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 ()]
Final R indexes [all data]
Largest diff. peak/hole / ¢ A™

Cs3H43CI3N2Og

910.24

13(2)

triclinic

P-1

9.82420(10)

13.6944(2)

17.0549(3)

83.0810(10)

83.3180(10)

79.1050(10)

2226.41(6)

2

1.358

0.261

948.0

0.15x0.1 x0.1

MoKa (A =0.71073)

4.08 to 52
-9<h<12,-16<k<16,-20<1<21
49820

8704 [Rin = 0.0301, Ryjgna = 0.0269]
8704/0/602

1.048

R; =0.0634, wR, =0.1779
R; =0.0770, wR, =0.1861
1.42/-1.27
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X-ray crystal data of compound 4x (CCDC 2000638)

Sample preparation : A solution of compound 4x (30 mg) in CH,Cl, (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
a/A

b/A

c/A

a/°

pre

V/°

Volume/A®

Z

Peatcg/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 / ¢ A

Ci9H8N2O¢

370.35

113(2)

monoclinic

P2,/c

10.5325(2)

8.1523(2)

19.8965(4)

90

94.680(2)

90

1702.70(6)

4

1.445

0.109

776.0

0.2x0.15x0.1

Mo Ka (A =0.71073)

3.88 to 54.028
-13<h<13,-10<k<8,-19<1<25
13633

3558 [Rint = 0.0245, Rgigma = 0.0272]
3558/0/249

1.063

R; =0.0353, wR, = 0.0893
R; =0.0440, wR;, = 0.0939
0.26/-0.22
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X-ray crystal data of compound 6e (CCDC 2000639)

COzMe
MeO ‘ N
MeO 7 OMe
CN

Sample preparation : A solution of compound 6e (30 mg) in CH,Cl, (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

a/A

b/A

c/A

o/°

pr°

'

Volume/A®

Z

Pearcg/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 / ¢ A~

C20H21NOs

355.38

113(2)

monoclinic

P2i/n

8.6565(2)

9.9527(2)

20.7506(5)

90.00

96.235(2)

90.00

1777.20(7)

4

1.328

0.096

752.0

0.25x0.2x0.2

MoKa (A =10.71073)

4.54 to 52
-10<h<10,-12<k<12,-25<1<17
28695

3493 [Rin; = 0.0488, Rigma = 0.0285]
3493/0/240

1.109

R, =0.0636, wR, = 0.1507
R; =0.0728, wR, = 0.1550
0.65/-0.32
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