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Scheme 1. The synthesis of aldehydes 1d-f, 1h, 1i, 1k, and 1l from l1a

Synthesis of 3,5-dichloro-2,4-dihydroxybenzaldehyde (1I). To a solution of 1a (1.00 g,7.24
mmol) in AcOH was added NCS (2.40 g, 18.1 mmol) and reaction mixture was heated to
100 °C for 16 h. Reaction mass was cooled to rt and poured into crushed ice. The precipitated
solid was filtered and dried under vacuum to give 11 as light brown solid. *"H NMR (400 MHz,
DMSO-dg) & 11.48 (brs, 1H), 9.88 (s, 1H), 7.78 (s, 1H); *C NMR (100 MHz, DMSO-d) &
193.03, 157.34, 156.51, 131.24, 115.97, 113.70, 110.00; HRMS (ESI) m/z calcd for

C7HsCl,03 [M + H]" 206.9616; found 206.9606.
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Scheme 2. The synthesis of aldehydes 1b, 1c, 1g, and 1j.
Synthesis of 5-allyl-2,4-dihydroxybenzaldehyde (1g). To a solution of 25 (3.00 g, 19.9

mmol) in ACN at 0 °C was added DMF (3.1 mL, 39.9 mmol) and POCI; (2.29 mL, 23.9
mmol).The reaction mass was stirred for 1 h slowly raising to rt. Reaction mass was basified
with saturated NaHCO3 solution, extracted with EtOAc. Organic layers washed with brine,
dried over sodium sulfate and concentrated in vacuo. Purification by silica gel column
chromatography (0 to 13% EtOAc in hexane) afforded 1g (2.00 g, 56%) as off white solid. *H
NMR (400 MHz, CDCl3) § 11.27 (s, 1H), 9.67 (s, 1H), 7.27 (s, 1H), 6.46 (s, 1H), 6.38 (s,
1H), 6.03-5.96 (m, 1H), 5.19 (dd, J = 16.0, 2.8 Hz, 1H), 5.18 (dd, J = 10.0, 2.8 Hz, 1H), 3.37
(d, J = 6.4 Hz, 2H); **C NMR (100 MHz, CDCls) 6 194.59, 163.00, 162.27, 135.76, 119.01,
117.02, 115.29, 103.32, 103.28, 33.70.HRMS (ESI) m/z calcd for CioH1,05 [M +H]'

179.0708; found 179.0700



Table 1. The screened reaction conditions for the Suzuki coupling

Base Catalyst Temp  Time Yield
Entry ) Solvent

(2.5 equiv) (5 mol%) (°C) (h) (%)
1 K3POy4 Pd(dppf)Cl,.DCM  dioxane:H,0 (4:1) 80 1 30
2 K,COs3 Pd(PPh3), THF:EtOH:H,0 80 1 70

(2:2:1),

3 K3PO4 Pd(dppf)Cl,.DCM  DMSO:H,0 (4:1) 80 1 80
4 K3PO, Pd(dppf)Cl,.DCM  DMF:H,0 (4:1) 80 1 83




'H NMR (400 MHz, CDCl;) spectrum of compound 3a
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3¢ NMR (100 MHz, CDClI5) spectrum of compound 3a
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STANDAFD 1H OBSERVE - profile
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STANDAFD 1H CBSEFVE - profile
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3C NMR (100 MHz, DMSO-d¢) spectrum of compound 3¢
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calibration for 5mm One_probe om 14Jul2017

Sample : C13 enriched CH3ICH in doped D20 (autotest)

'H NMR (600 MHz, CDCl3) spectrum of compound 3d
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3C NMR (150 MHz, CDCl3) spectrum of compound 3d

Calibration for Smm One probe on 14Jul2017
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'H NMR (400 MHz, CDCl3) spectrum of compound 3e
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13C NMR (100 MHz, CDCl3) spectrum of compound 3e
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STANDAFD 1H OBSEFVE = profils
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3¢ NMR (100 MHz, CDCl5) spectrum of compound 3f
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'H NMR (400 MHz, CDCl3) spectrum of compound 3g
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3¢ NMR (100 MHz, CDClI3) spectrum of compound 3g
T

Sample Hames:
AS-TV—2 601

Dta Cod lesched o
DFIRION s e —vnimrss 4 00

Archive direstery:

155.388
152 . 022
77.33z2
77215

% —77 004

—TE-G87
39-3T5
0000

122 340
12200
130 . 605

135. 418
N 116.756

— 17835

—388.573

J—126.072
— 07 E20
f—

Saple dizestory!
FicFile: CARBM

Pulss Sequemos: CAREON (=3pul)
Solvent: cchel3
Data collsctsd on: Jun 16 S08

Operator: s

Relax, delsy L 000 @S
Pulse 45,0 degress

Ry, bimes 1. 3E5 mees

Width Z5510.2 HE

SEND repet it dons

CESEFVE Ci3, 1080.5307734 M=
CDEQUUFLE Hi, 399 57144 MHz
Pewier 4l B

continuegsly on

WALTZ-16 mochulated

CATA FROCESSTNG

Tane broadendng 0.5 Hx

PT =ize 65536

Total time 3 he, 10 mn

=
mar
HO 0o

220 200 180 160 140 120 100 80 60 40 20 o FEm
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'H NMR (400 MHz, CDCl3) spectrum of compound 3h

STRHDAFD LH OBSERVE - profile

Sample Hame:
ASV-58-01
Data Collected on:
DELMOQ ., ac, kr—vrms g400
Archive directory:
Shome kles/ vimo sy s, data
Sample dinectory:
RA-V-TB_Z0Ll50325_0a
FidFile: AS-\-58-0L

10.726
8.312

£.743

1.541
1.255
——0.000

~T.260

—7.17M

Pulse Sequence: PRUTON (s2pul)
Solwvent: odsl3
Data collected on; Hov 7 2018

Opearator: kliss

Falax, deday L.000 sec
Pulse 45.0 degrees

Ao, time 2,556 pec

Width &410.3 Hz

32 repatitions

OBSERVE H1, 399.8039096 Mir
DATA PROCESSING

FT size 32768

Total time 1 min 54 sec

| | lL

LI T | T 1 LI | L L] I | | LI | L] . T LI | LI L] | T LI I I T T LI | L] I | I I B | | T L] l T 1 T | LI L | T | I I ' LI L T |

12 10 . 8 6 4 2 0 ppm
8
L

1.03 <
1.03 €
1.01 -
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3C NMR (100 MHz, CDCl3) spectrum of compound 3h
lH OBEEFNE - profils

Sample Mams:
AS-r-58-001
Daka Collected on:
DEUM00  ac , kx—vrenz 2400
Anchive directory;
/hoee klesvrErayadata
Sample dizectozy:
RA-V-T8_ 20150325 01
FicFile : AS-V-58-01C

153.540
130,543
122 . 494

160.169
TT.33%
—T6. 697
20,714
0.000

——116.965
-108.377
108 354

—100.912

Pulse Sequence: CARBOH (s2pul)
Solvent: odell
Data collected on; Hov 7 2018

Operator: Klioss

Ralax, dalay 1.000 sec
Fulse 45.0 degress

Aog. time 1.285 sec

Width 23510.2 Hz

GB48 pepatiticns

OBSERVE CL3, 1003307703 Ml
CECOUPLE H1, 399, 8050044 M=
Power 41 dB

ocontimwously on

HWALTZE=16 modhulatesd

DATA FROCESSING

Ling broadening 0.5 Hz

IT size 65336

Total tims 9 hx, 3L min

II|r|1I|IIIr|1III|Ir|1|IIII[||1I|Ilil|1III|IF|1|IIII[lIII|IIII|IIII|I1II|II[|IIIII|I|II|IIII[lZIII|Ilr|'|IIII|r|II|IIIr||1II|IIr

220 200 180 160 140 120 100 80 60 40 20 0 Bpm
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'H NMR (400 MHz, CDCl5) spectrum of compound 3i

STANDARD LH CBSERVE - profile

Sample Hems:
AS-V-61-01
Data Collected on:
DEU400 . ac. kr=vnmr 5400
Archive directory:
Shomelee vy s,/ data
Sample dirsctary:
RA~Y=TE 20150325 04
FidFile: AS-V-61-0la

¢

7.592

~7.258

5.550
1.562
—0.000

—7.141

Pulse Sequence: PROTOH (s2pul)
Solvent: odeld
Data collected on: Hov 7 2018

Opsiraboe: Klish

Relax. delay L.000 sec
Pulse 45.0 degrees

Ao, time 2.556 sec

Width 6410.3 Hz

8 Depatitisns

CBSERNVE  Hl, 399.8035100 Mz
DATA FROCESSING

FT size 32768

Total tims O min 28 sec

Br
HO o

|||||I||||I|IJI|||II|I||L|J|I|||III||III||||||III||IIJI|||II|I||||III||IIII|IIII|

12 10 8 & 4 2 0 PEm

0.57 =
0.54 <
0.55 —=
1.00 —<
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13C NMR (100 MHz, CDClI3) spectrum of compound 3i

STARHDASD LH CBSERNVE - poolile

Sample Hame:
AS-=-€1-01
Data Collected on:
DELHO0 . ac . ke—vrme 3400
Aechive directory: \l
Sheem Kles/vimssya,/data
Sample dizectazy':
RA-V-TE_ 20050325 04
FidFfile: AS-V-61-0LC

155.806
127.703
123405
122.089
122.073
107.382
107.313

/-
—/
—\

-

106.748
—98. 655
7.2

T

TE. 662

——145.495

Pulse Sequence: CARBOM (si2pul)
Solvent: odold
Data ocollected on; Mov T 2018

Opsaraboe ! lis

Folax. delay 1.000 sec
Pulse 45.0 degress

Aoq. time 1.285 sec

Width 255310.2 Hz

950 Depsstitiona

CEBSERVE €13, L00.5307745 MHz
[ECOUFLE Hl, 39%.8039144 MHz
Powar 41 dB

conbimeusly on

WALTZ~16 modhalated

DATA PROCESS ING

Line bogadening 0.5 Hz

FT size G5536

Total timé 1 hs, 54 min

IIIIIIIIIIIIIIIIIIIIIIIIIII.IIIIILJIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIII.JIIIIIIIIIIIIIIIIIIIIIIIIIIIII

220 200 180 160 140 120 100 B8O &0 40 20 0 Bem
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'H NMR (400 MHz, DMSO-d;) spectrum of compound 3j

STANDAFD 1H CBSERVE - profile

Sample Hame:
AS-U=60-01
Data Collsched on:
DEDHM00 . ac . er—vnmr 5400
Archive directory:
Shome kles v sy's, data
Sample dinsctany:
RA-Y=-TH_ 20150325 00
FidFile: AS-V-60-0LDMB0

10.112
—§.933

—3.339
2.512
2.508
2.504

e

R
il

Pulse Sequence: FPROTON (s2pul)
Solvent : dmso
Data oollected on; Mov 7 2018

Opbrator: Kled

Relax. delay L.000 sec
Pulse 45.0 degreess

Aoy, time 2.556 oo

Width &410.3 Hz

16 zepstitions

CGBSEFVE  Hl, 399.8057565 M=
DATA FROCESSING

FT zize 32768

Total time 0 min 57 sec

Br

HO 0

) a o, _J'\._ . |
|||||||||I||||I||||Illll|||III||||.||'||||||'||||||||||||||I|||||||||I||||I||||

1z 1 8 6 4 2 0 pem
—
A
-]

;

o
:F

2.34
L.00
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3C NMR (100 MHz, DMSO-d¢) spectrum of compound 3j

STAHDAFD 1H JBSEFVE - profils

Sarple Wame:; EE
AS-V-60-01 1
Data Collected on: E
]

126.812

122.096
8.358
297.741
40.590
40.381

40.172
39963
39.754
35.548
39,336

112.106

— 116.048

DED400 . ac, kr—vremz 3400
Archiseg disectosy

Shome S kles vimcsye,/ data
Sample dinestery:

RA=¥=T8 20L50325%_ 04
FidFile: AS-U-E0-0lrMEOC

—186.223

/I
<\

Fulse Sequence: CARBON (s2pul)
Solvent: dmso
Data collected on; Hew 7 2018

Cpsbrator: Klish

Felax. delsy L.000 sec
Pulse 45.0 degress

Aoy, time 1.285 sec

Width 25510.2 Hz

384 repetitions

CBSERVE Cl3, 100.5312520 MHz
CECOUFLE H1, 399, B0T8135 HHz
Power 41 dB

conbimwously on

WALTE-16 modulated

DATA PROCESSING

Ling bogadening 0.5 Hz

ET size €5536

Total time 3 hx, 10 min

Br

HO O

IIIIIIIIIIIIIIIIlIIIIIIIJIIIIIII'IIIIJIIIIIIIIIIIIII'IIIIIIIIIIIIIIIIIIILIIIIIIIIIIIIJIIIIIIIJIIIIIII.IIIIIIIIIIIIJIIIIIIIJIIII

220 200 180 160 140 120 100 80 60 40 20 0 PRm
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'H NMR (400 MHz, CDCl3) spectrum of compound 3k
STANDAFD 1H UBSEFVE - profile
Sample Hame :

AS-N-57-02
Data Collectéd on:

DO, ac  r-vmme s 00
Archive directory:

Sample directory:

T.262
7,135
6.-610
6.608
—5.613
1.608
=0.000

—7.449

FidFile; AS-V-537-02

Fulse Sequence: FROTON (sipul)
Solvent: odalld
Data cellected om: Jan 14 Z0L%

Opmerator: kles

Fealax. <Jdblay L. 000 Sie=
Fulse 45.0 degoees

Ao, bime 2.556 sec

Width 5410.3 Hz

16 pepebitions
CBSERYE ML, 209.8037100 Miz
DATA. PROCESSING
FT aize 32768
Total tims 0 min 57 s

b 1 | —

LI B | | LI I I LI B | LI L I L] [ | l LI I | I LI B I | LI L | J 1 LI |_ LI A B I LI B | l LI L I I LI | LI LI | I LI L l LI I I

12 10 8 u 6 4 2 0 PEm
g g
-

1.00 =F
1.00 -C
-

29



3C NMR (100 MHz, CDCl3) spectrum of compound 3k

STAHDAFD 1H OBSERVE - poofile

Mo - m n o 1] -] - i) - 4
oo 3B tRa3 88 3 A9
Data Callacted sn: 4 % 8§35 58 R FREE
DIMO9, oc . kx-vienr #4090 L j | | L\l.-]
Archive directory: ™ -
/e kloevimesys data 1
Sasple dlricbary !

FA-Y-TE_ 20140325 01
FidFile: AS-V-5T-0LC
Pulse Sequence: CARBOM (s2pul)
Solvent: odeld

Data collected on: Nov 5 20LE
Opsarator: kiloes
Feblisg, <isliy L.000 S
Fulge 45.0 degoess

Ao, time 1,285 sec

Width 25510.2 Hz

TR pepeit itdons
CBSERVE 13, W00.530771 MEz
CECOUPLE HL, 399,8059144 MHz
Power 41 4B
aentimasusly an

WALTZ-14 modulatad

DATA. PROCESSING

Line broadening 0.5 Hz

FT sioe 65536

Tebal time L hx, 54 min

Cl

HO 0
TT T T T[T O TN [N [T O T [ T T[T T [P T[T T [T T [T T P[P T [P AT I T[T T[T O T[T T T[T T [P TP I R T[T T T[T P T[T AT T[T T[T hTr[rTT

220 200 180 160 140 120 100 80 60 40 20 0 FpPm
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'H NMR (400 MHz, CDCl5) spectrum of compound 3l
STANDAFD LH JBSERVE - peofile

Sample Nams:
AS-V-62-01
Data Collected on:
DEU400 ., ac  er—vnmz 5400
Archive directocy;
Shome /kles/ vimo sy 8/ data
Sample directery:
RA-V=T3_20150x25 01
FidFile: AS-V-62-0la

—7.409
7.260
—6.661
5.849
554
=0, 000
—0.008

Pulse Sequence: PROTON (aZpul)
Solvent: odell
Data collected on; HWow 8 2018

Oparator: kles

Relax, delay 1.000 sec
Pulse 45.0 degress

Ao, time 2.556 sec

Width 6410.3 Hz

16 zepatitisns

OBSERVE M1, 399.8035%096 Misz
DATA FROCESSING

FT size 32768

Total time 0 min 57 sec

cl
N Br
HO O
Cl

il i I'L JL.;J..\_,__ L

IIII|IIII|IIII|IIIIIIIII|IIIIIIIII|IJII|IIII|IIII|IIII|IIIIIJILI|IIII|IIII|IIII|

12 10 8 y 6 4 2 0 pem

ITI
o
&
L=

0.99 ¢
1.00
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STRANDAFD 1H OBSERVE - profile

Sample Hame:
AS-V-62-01
Data Collected on:
DEAQD ., ac, kr=vrme g400
Archive directeory:
Shvome ke vrmo sy s/ data
Sample diectory:
RA-Y-=TB_Z0L50325_001
FidPile: AS-V-&2-01C

Pulse Sequence: CARBON (sZpul)
Solvent: odcll
Data collected on; Mov 8 2018

Oparabor: kles

Relax. delay 1.000 sec
Fulse 45.0 degress

ADq. time 1,285 sec

Width 25510.2 Hz

1088 repetiticons
GESERVE Cl3, 100.5307745 MH=
[ECOUPLE Hl, 39980550144 MH=
Powar 41 dB

conkimecusly on

WALTZ-16 modulated

DATA FROCESS NG

Ling broadening 0,5 Hz

FT size 65536

Total time 1 hx, 35 min

Cl

HO 0
cl

220 200

180

13C NMR (100 MHz, CDClI3) spectrum of compound 3l

160

151.012

145.414

140

—128. 824

117.822

122.553
117. 605

17

120

108.312
108.261

I
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FIRNOARD 1H CESEFNE — poocile

Sample Hame:
ASV—630L
Data Codlected ong
DFMD & Kr—wnmrs400
Archive direstecy:
Sheme ficless Arrmrepe fdata
Sample direstary:
RAV-TE_20LS0G35 01
FadFile: ASV-63-10

Pulss Sequemos: PROTON (=3pul)
Solvent.: deso
Dta ocollesctsd on: Mor 3 208

Cparator: i

Relasx, deleay L0000 s
Puise 45,0 degress

Aoy, time 2,556 sec

Width &410,3 HE

B repetitiens

CESEFVE = Bi, 3599 0058003 Mix
CATR PROCESSING

FT sdze 3768

Tertal time 0 min 28 sec

HO C

T

P

'H NMR (400 MHz, DMSO-d;) spectrum of compound 3m

e

T.355
7.3
T.335
T3
7.138
T]J.'l‘
6954
EHS‘
L1
L]
G.5849
ﬂ'.".‘l
6. TEE
5. 750
ﬂ'l‘Jﬂ

T

oy vy | ! L J

=
§

=S
=302
437
2.493
2.139
2.136
Z2.103
1.-%89
1.193
1.175
1.158
=000

=

i

12

10

L
w
4]
(=1

3 by 6 4

e
(1=

104+

]
(=721
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3¢ NMR (100 MHz, DMSO-ds) spectrum of compound 3m

STANDAFD 1H (BSEFVE - poofile

Sample Hame:
A==l =]
Data Collected on:
DEMOQ, o kE—viEns s400
Archive directocy:
/hameklesvrmesy s/ data
Sample direshary:
RA=V=TE_20L3032Z5 0]
FidFile; AS-V-EI-0LC

40,598
40,389
40.180
39.7T0
39.560
39.351

g8.848

—156.138

123.249
~—121.306
—119.7H

T\ _1ss.89%0

—112.772
—097.834

kY

—1\—11.'.1 382
l,.-’(_

Pulse Sequence: CARBON (a2pul)
Salvent : dmas
Data collected on: Nov 5 2018

Cparator: kKloss

Faalia, ohslay L.000 sas
Pulge 43,7 degress

Resp. time 1,285 sec

Widkh 25510.2 Hz

2580 repetiticons

CBSERVE Cl3. 100.33l2520 MHz
ECOUPLE M1, 3998078135 Mz
FPowar 41 4B

cont imsously on

WALTZ-14 modulated
DATA. PROCESSING

Line booadening 0.5 Hz
FT size 65536
Total timés L hx, 54 min

gy
HO o

II|IIIIJIIII|IIII|IIII|IIIIIIlII|IIIIIIII.I|IIIIIIIII.|IIIIIIIII|IIIIIIIII|IIIIIIIIIIIIIIIlII]'IIIIIIIIIIIIIIIIIII|III]|IIII|III

220 200 180 160 140 120 100 80 60 40 20 D PPm
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STAHDAFD LH OBSEFVE - poofile

Sample Wasme:
AS-TV-04
Data Collected on:
DE400 . a0, kr—vrme 400
Archive directory:
Shome ke vrec ey s/data
Sample dirsctecy:
RAC-1405_20L81119_ 01
FidFile: AS=-TV=-04=-0Lldsmss

Pulse Sequence: PROTON (sipul)
Solwvent : dmso
Data collected on; Hovw 19 201B

Opsarator: kliss

Ralax, delsy 1.000 sec
Fulse 45.0 degoess

Aoq. time 2.556 sec

Width 6410.3 Hz

16 zepatiticna

CBSEFVE  H1, 399, BOSS005 Mz
DATA FROCESSING

FT size JZ768

Total time 0 min 57 sec

o. .0
B

HO H

'H NMR (400 MHz, DMSO-ds) spectrum of compound 13

9.13%

6.531
6.526

3.322

L

L

2.501

—1.258

Y

0.000

J

12

10

I_'_I
s

6 4
L

s 2

L IS
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ETRNDAFD 1H CBEEFNE — prolfile

Sample Hame: g
AS=-TV=04

Data Collected on: g
DELH00 , as, kr—vnme
Archivwe directory:
o lew, VI 5y 5,/
Sample dizectory:

M—lm_ﬂ&lﬂulﬂ ol
FidPile

Pulse Sedquence: CARBON (sZpul)
Solvernt : dnso
Data collected on; Mov 19 2018

Tesp, 25.5C /7 296 R
Opsarakor: kles

Falax., delay 1.000 sec
Pulse 45.0 degrees

Aog. time 1.28% sec

Width 25510.2 Hz

1664 repatitions

CGBSERVE Cl3, 100.5312520 MHs
DECOUPLE H1l, 39%.B0T8135 MH:z
Fower 41 dB

sontimuously on

WALTZ-16 mochulated

DATA FROCESSING

Line broadening 0.5 Hz

FT aize 65536

Potal time 3 he, 10 min

HO H‘

3C NMR (100 MHz, DMSO-dg) spectrum of compound 13

112.462
105.%88

N |

83.778

|

40.575
40. 366
40.157
39. 948
39.739
39.530

35.328

I
S

I

—25.095

1I[IIIII|I1IIIIIII|I1Il|l|II|IIIIIIIrI|IIII|IIrI|IIIIlllr[|lIII|1III|IIII|1III|IIII|IIII|IIII|IIII
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'H NMR (400 MHz, CDCl3) spectrum of compound 14

STRHDAFD LH CBSEFVE - profile

Sample Hams:
AS=-TV=43-01

Data Collected on:
DEU400 . ac. kxr—vnmz s400

Archive directory:

~—T.260

I —T.202

Sample dinsctary:

FidFile: FROTON

Pulse Sequence: PROTOM (sZpul)
Solvent : odel3

Data collected on; Jul 20 2018

Operator: kKles

Falax. delay L.000 sec
Pulse 45.0 degrees

Aog. time 2.556 sec

Width €410.3 Hz

16 Tepetitions

CBSEFYE  HL, 399.8032036 Miz
DATA FROCESSING

FT size 32768

Total time 0 min 57 sec

HO O 8]

|

— 6. 066

4 388 8§R%  25Aq§y £
@ T T T M omomom I B I I 9
- ]

l 1 ‘ i |

L] | | I | | LI | LI L | LI B | I L L] | L [ | I [ | LI | | L]

12 10 8

0.91 =

t
%
L=}

| | L] I LI I | I | B A | I L 1 J 1 L I L] || L] | LI B | I 1 LI | L] | B

& 4 2

¥ T T B i
= 8 5! h a8
(=] =l ™ L= ] L Ly
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3¢ NMR (100 MHz, CDCl5) spectrum of compound 14
STANDARD 1H CBSERVE - profile

Sample Hame:
AS-TWV-43-0L

Dabs Collected on:
D00 . ac, kr=vrmr 5400

Archiwe directory: (

_—157.730
- 135.786
/ 125 375
—123.966
—122.262
—115.184
108.0T75
52.850
90.256
—TT.339
L —=TT.223
TT.022
TE.T704
TL.787
—30.256
—26-130
—24.030
=0.000

&

Sample dizectory:
FidFileé: AS-TV—43~0LC

Pulse Sequence: CARBOM (s2pul)
Solvent: odelld
Data collected on: Jul 20 2018

Oparatos: Klash

RBalax. delsy 1.000 sec
Pulse 45.0 degrees

Acq. time 1.285 sec

Width 25510.2 Hz

1024 pepetiticns

CBSERVE Cl13, 100.530771L Mz
[ECOUPLE HL, 3598055044 M=
Posar 41 dB

contimously on

WALTZ-16 modulated

DATA PROCESSING

Ling bogadening 0.5 Hz

T size 65536

Total time 1 hx, 16 min

HO O O

II|IIII|IIII|IIII|IIII.|IIII|IJIIIIIIIIIIII]III.IIIIIIlIIIIlIlIIlIIIIIIJIIlIIII|IIIIIIIII|IIII|JII|IIIII|IIIIIIIIIlIIIIIIIIIlIII

220 200 180 160 140 120 100 80 &0 40 20 0 j= =
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'H NMR (400 MHz, CDCl3) spectrum of compound 15

STANDAFD 1H UBSERVE = poodile

) (] Wy N ho@m @ D o W o w | L =
seople s & 2388335539883 83 RERH88¢8
mmtamum: :Ja I R I R R R I R

—6.575

—7.260
T 157

\:

wolvent : odeld
Data oollected on: Mov 5 20LE

Oparator: kles

Ralax, delay L.000 s
Pulse 45.0 degrees

Acqg. time 2,556 sec

Widih 6410.3 Hz

16 repatitions

CESEFVE HL, 399.903%%6 MHz
OATA. PROCESSING

FT size 32768
Tobal btims O min 57 Ses

HO
L=
0 0

ok

IIIl|_IIIIIIlII|IIlIIIIII|lIII|IIJl|IIII|lIII|IIII|IIII|IIIIIIIII|IIIIIIIII|IIII|

12 10 8 6 ¢ 2 0
. v v Fea
5% 8 3 5z g 3
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STRHDAFD 1H CUBSERVE — pEolils

Sample Heame:
AS=TV=-44-01
Data Collastéd on:
DEFMOD. ac a—was 400
Archive directory:
{ tcma ke lee,/vrencsys, data
Sample disestary:
PJH-IL-73 20080723 Q1
FidFile: AS-IV—44-01C

Pulse Sequence: CARBOM (s2pul)
Salvent: odeld
Data collected om; Jul 23 Z0LE

Oparator: kles

Rolax, delay 1,000 sec
Fulge 45.0 degoees

Acq: time 1.285 sec

Width 25510.2 Hx

2752 repaetikions

CBSERVE C13, 100.5307718 MHz
DECOUPLE Hl, 399.8059144 MHz=
Power 41 4B

Safkineeusly on

WALTZ-1% modulated

DATA. PROCESSING

Line broadening 0.5 Hz

FT size 65536

Tokal time 2 he, 32 min

HO
0 9]

3C NMR (100 MHz, CDCl3) spectrum of compound 15

-TT.0L4

77.332
2253
T6. 69T
69.626

150.690
107.541
107.525
— 99, 448

155, 445
“—120.179
~—115.556

—126.514
——122.603

—31.541
—24.730
22,202

0.000
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'H NMR (400 MHz, CDCl3) spectrum of compound 16
STANDAFD 1H CBSERVE - peofile

o) 11

Data Collscted sq: Y
DIMH00, ac . kr-vimr 5400 1 r

6.549
2.876

8

2.842
1.838
1.820
1.804
1.561
- T

1.342
1.254
0.000

Jllf—l-:ﬁ3
\_

Archive divectory:
/hema kles/vrmesys/data
Sample dirwchary:
PJH-IL-T7T-RE_Z0A80717T_0L
FidFile:; FROTUN

e . BES

Pulse Sequence: FROTON (s2pul)
Salvent: odald
Data osllected oni Aug 3 2LE

Oparator: kles

Relax, dalay 1,000 ses
Pulge 45.0 degowes

Acg, time 2,556 sec

Width 6410.3 Hz

& repetitions

CBSERVE ML, 3998039123 Miz
DATA PROCESSING

FT size 32768
Tobal tims O min 20 ses

mﬂf
O O

ol |

IIII'|IIII|I1II|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII[IIII|Ir|||||lr||l|||||1r|
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3¢ NMR (100 MHz, CDCl5) spectrum of compound 16

STRHDARD 1H CBSERVE - poofile

Sample Hame :
AS-TV—49-0

Data Collected on: ﬁ
DEH00, ac  kr-vmms 3400

Archive directory:
Shame Mkles vrmcsys/data ]

107.507
858.213
77.313
T6. 595
TE.ETE
T4.486

—119.363
—32.847
—26.837
—22.671

—117.T29

~—155.341

~—152.004
860
663

c

\C

Sample directary:
BJH-II-TT-FE_20080717_01
FidFile; CARBON

Pulse Sequencs: CARBON (s2pul)
Solvent: odeld
Data oollected on: Aug 3 20LE

Operator: kles

Balax, <delay L.000 S
Fulse 45.0 degoees

Ao, time L.2Z65 sec

Width 25510.2 Hz

384 pepabibiona

CBSERVE C13, L00.5307745 MHz
DECOUPFLE Hl, 3998059144 MHz
Fower 41 dB

cankimssualy on

WALTZ-16¢ moduilatsd

DATA. PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total tims 1 hr, 54 min

mg’
0 9]
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STANDARD 1H CBSERVE - paofile

Samples Heme:
AS-A-51-01
Data Collected on:

16 papetitions

UBSERVE HL, 399.9025107 MHz
DATA. PROCESSING

FT size 32768

Tobal time 0 min 57 ses

'H NMR (400 MHz, CDCl3) spectrum of compound 17

1

(R N B

7.257
7.050

6.6888
6.578
6.576
— 6. 388
6.364
5.646
5.621

I

L

—

(w1

—-0.000
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3C NMR (100 MHz, CDCl3) spectrum of compound 17

STAHDARD 1H CBSERVE - paodile

Sample Hame :
AS=A=5] =011
Data Collected on:
DELM00, &g . kr-vrmrsd00
Archive dizectory:
[hame kles,/vrmrsys/data
Sample direckory:
FA-V=-T8_200150325 01
FidFile; AS-V-=51-01C

156. 204
151.240
130.510
126.064
122.301
“—1l8.615
116.T41
107.978
99. 456
99. 44l
T7.332
T7.014

122.448

6. 65T
—T6.3TL
—27.7853

Y
C
/

\\_

/
o

Pulse Bequence: CARBON (s2pul)
Selvent ! sdalld
Data collected on: Hov 6 2018

Operator: kles

Faalagk, dalay L.O000 Sés=
Pulse 45,0 degoees

Aog, time 1,285 sec

Widkh 25510.2 Hz

3136 repetikisns

CESERVE C13. L00.53077L1 MEz
CECOPFLE Hl, 399 .805914d Mz
FPower 41 oB

ashkimasualy on

WALTZ-16 modiilated

DATA PROCESSING

Line broadening 0.5 Hz

FT' size 65536

Total timé 5 he, 4 min

= \‘E!r

O O

I|||III|IIII|IIII||I|I|IIII|Il|||lIlI|IIII-|IIII|IIII|I|II|I-III|IIII|Il||||III|IIII|IIIJ||I|I|I|II|I-III|JIII|III|||III|IIII|I|I

220 200 180 160 140 120 100 80 60 40 20 0 FEm

47



'H NMR (400 MHz, DMSO-ds) spectrum of moracin M (4)

W aps Eimant
o Tv-3e01 93 R EARARAEEUNAR 4 8as 8 g

Data Collected on: //J
DEH0D, o kx—vrens a4 00
Archive divectory: \ /
Bample dlrwehary

FidFile: PROTUN

Pulse Sscquence: PROTON (s2pul)
Solvent : dmss
Data collected ong Jul 2 201§

Cpprabor: kKlen

Ralax., <alay L.O0D Sec
Pulge 45.0 degoees

Rog, time 2,556 sec

Widkh 6410.3 Hz

8 repetitions

CESERVE HL, 309.9058000 MHz
DATA. PROCESSTHG

FT size X2T68

Tobal time 0 min 28 sec

OH
(Y
HO C
OH

A . ‘ L N

lII||I|IIIIIII|IIII|II-|I||III|IIII|IIIl||-l|l|||l||lIII|IIII|JII||IIII|IIII|IIII-

12 10 B 6 4 2 0 j= =l
e ¢, g
3 g 8888 8
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3C NMR (100 MHz, DMSO-d;) spectrum of moracin M (4)
new experiment

AS=TV=24=01
Data Collected on:
DEUM00, &g  kr=-vrmrsd 00 I-. ,_,J
Archive directory: S T

Sample Hame : E
-
E

-121.561

121,213

112.888

40,575
40,366
40.157

[
me
/-
/i

\\\_

39.739
\—39.530

%—39.320

'l

—132.10

Sample dicechory:
FidFile: AS-IV=34-0LC

Pulse Sequences: CARBON (s2pul)
Folvent: dmso
Data oollected on; Jul 2 2OLE

Oparator: kles

Falax, delay L0 Sec
Pulge 45,70 degoees

Acg. time 1,285 sec

Widkh 25510.2 Hz

1024 repetitions

CESERVE ©13, 100.3312520 MHz
ECOFLE HL, 399 80781315 MHz
Fower 41 4B

asnkiemssusly &n

WALTZ-1% modhulated

DATA. PROCESSING

Line broadening 0.5 Hz

FT aize 65536

Total tims L hr, 54 min

OH

C\
HO ©
o

H
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'H NMR (600 MHz, methanol-da) spectrum of moracin N (5)

Calibration for Sam _One_probe on 14Jul2017
Sa=ple : Cl) enriched CHIOH in doped D10 (autotest)

Sample Name:
AS-IV-80-01
Data Collected on:
DEDE00 . ac. kr-vomra 600
Archive directory:
.Fhm!vmlf'mrlylfprnh.lfprnh-_cllihl
Bample directory:
Smm One probe calib
PidPile: PROTON

Fulse Sequence: FROTON (slpul)
Solvent: edied
Data collected on: Oct 18 2018

Cperator: vmmrl

Relax. delay 1.000 mec
Pulee 45.0 degrees

hog. time 1.704 sec

Width 9£15.4 H=z

16 repstitions

OBSERVE H1, 599.5253817 MH:
DATA PROCESSING

FT size 32768

Total time 0 min 43 sec

OH
.
(I~
HO O
OH

7.
I 186

6.877

v
LS.T{G

6,855

6.223

5.359

4.863

3.345
3.332
3.305

—1.748
1.726

"

T ——

1|1|]|1r1[1i1r]r1r1[|r|r|

12 10

T

T

1.00 ==

T
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Calibration for S=m One probe on 14Jul2017

3C NMR (150 MHz, methanol-ds) spectrum of moracin N (5)

SBample : C13 enriched CHIOH in doped D20 (autotest)

Sample Name:
AS-IV-80-01
Data Collected on:
DEUE00. ac. kr -vomra& 00
Archive directory:
fhome/vnmrl /vaareys fprobes/probe_calibe
Sample directory:
S=m Ome_probe_calib
FidFile: CARBON

Fulse Sequence: CARBON (sdpul)
Solvent: cdiod
Data collected cn: Oeot 156 2018

Operator: vomel

Relax. delay 1.000 sec
Pulse 45.0 degress

Aog. time 0.8E5 sec

Width 37878.8 H:z

2752 repetitions

OBSERVE C13, 150.8513572 MEH:
DECOUPLE H1, 599.9283813 MH:
Power 42 dB

continucusly on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 2 hr, 35 min

OH

“.“‘
O D

OH

154.292

158.49%2
154,139

153.18%

132.591
~~—131.388

J751

—122.989
e 121,334

124
119%.970

L 1l

102.414

101.901
-100.812

-
\
\—96.429

|

48.015
47.86%
47.731

{

47.447
47,302
47.158&

28,083
24.551

16.397

4 g
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Sample diIemholy !
RA-V-TE_20050335_01
FicFile: FROTN

Pulse Secuencs: PROTUN (s3pul)
Solvent: ccl3od
Data collected on: Aeg 13 5008

Operator: kise

Felax, delay L 000 sec
Pulse 5.0 degress

Acg, time 2 556 sec

Width 6410.3 HE

& repetit Lons

JESEFVE Hi, 399.8054845 MEx
DATA. PROCESSING

FT sze 2768

Total time 3 min 48 sec

OH
(I~
HO o 8}
OH

'H NMR (400 MHz, methanol-ds) spectrum of moracin O (6).

0008
Q000
—0._008
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3C NMR (100 MHz, methanol-ds) spectrum of moracin O (6).
STAHDAFD 1H UBSERVE - poofils

Sample Hame :
AE-TWV-52-01
Data Collected on:
DEH0D. ac . k= s400
Archive directory:
[hecmne (e Les,fvrmesys,/data
Bample directory:
BA-Y-TE_Z0150325 00
FidFile; AS-IV-52-01C

158.431
154.94%6
-T83
~102.372
101.993
100.539
47777
47.351
47.142
46,925

—L
—
—91.794

—§9. 951
—T1.086
-4§.203
47. 994

/—158.531
—123.683
T —122.883
—115.560
29,74l
—23.926
—23.833

/
i
\-

o

O

Pulse Secquence: CARBON (s2pul)
Solvent : oddod
Data oollected oni Aug L0 20LE

Cpprabor: Kle

Ralax, delay 1.000 sac
Pulge 45.0 degoees

Ao, time 1.285 sec

Widkh 25510.2 Hz

lasg oepetitians

CBSERVE ©C13, 100.53311706 HHz
DECOUPLE HL, 399.80T4897 MHz
Fower 41 4B

santinuously of

WALTE-16 médualitad

DATA. FROCESSING

Line broadening 0.5 Hz

FT size 65536

Total timé L hx, 34 min

OH
(<
HO o 8]
OH
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STAHDAFD 1H CBSERVE — poofile

Sample Hame:
AS-TV-45-01
Data Collected on:
DEHOD, o5, - w400
Archive divectory:
Shamekles vrmssys,/ data
Sample direckary:
RA-V-T8_ 2015032501
FidFile: PROTUMN

Pulse Sequence: PROTON (s2pul)
Solvent: cdded
Data collected on: hug 10 20LE

Oparator: kles

Palax, delay L.000 ses
Pulse 45.0 degoees

Aog. time 2.556 sec

Width 6410.3 Hzx

128 repetitisns

OBSERVE HL, 399.8054841 Mixz
DATA FROCESSING

FT size 312768

Total time 7 min 35 Sec

9

8

!

-
=~

i

=2
- 0
WIJ

T

|

3
1

E

F{

L

R 8

3 14%

33

3.105

'H NMR (400 MHz, methanol-ds) spectrum of moracin P (7).
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3C NMR (100 MHz, methanol-ds) spectrum of moracin P (7).

STRHDAFD 1H OBSERVE - poofile

Archive diTectory:

Sample Heme: 358 N gey oegn 2 3 482338233 %8
AS-TV-45-01 4% N OEAN BNAaW £ oA "ﬂti"!r!':*'-r 9 @
Data Collected oa: Eaﬁ # HR3 888w g 8 335%55% 4 873
DEUH00, 8¢ . kr-Tmrs400 ! )

L/ >~}
S ame S klee/ vimrsys/data

Sample disestary:
PJH-II-TP 20080723 0L
FidFile: AS-IV-45-0LC

g . .
r" q

Pulse Sequence: CARBOH (sZpul)
Solvent: odiod
Data collected on; Jul 25 201§

Oparator: kles

Ralax, dalay 1.000 ses
Pulse 45.0 degoees

Acg, time 1.285 sec

Widkh 25510.2 Hz

2304 repetitions

OBSERVE C13, 100.53L1706 HEz
CECOUPLE M1, 399 8074897 Miz
Power 41 dB

sk imasusly on

HWALTZ-1¢ medislated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Tobal time 3 he, 10 min

L o
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'H NMR (400 MHz, methanol-ds) spectrum of gramniphenol F (8).

STARNDAFD 1H OBSERVE - poofile

Sample W
AS-=52-01
Data Colléected on:
DEMOD, o0 . kx—vwms 00
Archive directory:
[ heme [k Lles vrersys,/data
Sample directory:
RA-V=TE_20150325 01
FidFile: AS-V-52-01MalH

_T'm
7643
T.632
7.627

—_—T.112
6.838
6.834

6. 736
G440
\ 6.416
5.675
5-650
4.840
3.317
3.314
3.310
3.306

Pulse Sequence: PROTON (sZpul)
Salvent : odled
Data oollected on: Hov 7 ZLE

Oparator: kles

Relax, delay L.000 sec
Pulse 45.0 degrees

Aog, time 2.556 sec

Width 5410.3 Hz

8 repetitisns

CESEFVE HL, 399.8054827 Mz
DATA. FROCESSING

FT size 32768

Tokasl tims D min 28 Ses

LI )
O 8]

—1.413

-

1.312

ilrl]||||||r||]||||||r|1|i|||||||1|r|||||||||||1||||||[||1||||||||1|r|||||||||r
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3C NMR (100 MHz, methanol-ds) spectrum of gramniphenol F (8).
SOMOARD 1H JESEVE — poofile
AS-V-52-01 wAH
Data Codbected oo
Ilullﬂb.an.xr"::;raiﬂh ;i E ;%,ﬁ

1¥3.865
13.075
1= 843
117.314
—11%.684
—580.-@7
.02
77.QL4
T6.697
76240
—a7-T93

129 21
d26. 194

Archive dinectory
S fic Lo Arreranye fdata
Eaple direstory!
BAV-TE_Z0LS00TS 01
FadFile: ASN-5&-{dC

/
I

—\

Pulse Secpencos: CAFEON (sSul)
Solvent: ocbeld
Darta collected on: How 6 2008

Oparator: lcies

Ralax, delxy L. 00K sec
Pulse 45,0 degoess

Aoy, time 1 3H5 seo

Width 255102 BE=

A0S repet AF dons

CESFRVE C13, 100.5309711 M=
DEQUUFLE Ei, JF9 WRI07144 Mz
Power 41 dB

continucusly on

WALTI=-16 mochulated

CATR. PROCESSTHG

Line becadening 0,5 Hx

FT mize G5535

Total time 3 he, 10 mn

SO~
0 o

Z20 200 1380 160 140 120 100 80 60 40 20
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'H NMR (400 MHz, CDCl3) spectrum of gramniphenol G (9).

STANDARD 1H (BSFPVE — poofile

Sample Naze
ASV5401
Data Collectead on,

. 48
|-| ]
DRI, e R —wmerad (0 L
Archive dimectory:
Fcme /i s Nrremrays fdata
Saple direshary!
Prulss Sequessss: PROTUM (s3mul)

7.7
.72
T7.256
7.5
6962
—. 957
6.940
6. 749
6.747
LR =]
6400
5.6
5.809
—3.849
0.000

/-

FACV-TE_20050025_01
FidPile: ASV-5&-0H

Solvent: cchcld
Data collected on: Now 5 208

Kperator: Jeles

Ralax, delsy L 000 ssc
Pulse 45,0 degreess

Acg. tame 2556 sec

Width &410.3 HE

16 repetitions

CESERVE Hi, 359.8039111 MEs
AT FROCESSING

FT =dze 32768

Motal time 0 min 57 s

;;Df |H‘[l I I
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3¢ NMR (100 MHz, CDClI3) spectrum of gramniphenol G (9).

STANDAFD 15 ESERVE - poofale

i prat  Epaiaiag ¥ A B3 : :
mm.m.:.r—:&um ?agﬁ ﬂﬁﬁ'ﬂﬂﬁnﬁ | Tr[”:l-n o

- . N /4""" ™

Frzme e Nerereye fdata

Sample diTestary: W (

Rac-V-TB_20050025_01

FicFile: ASV-S5&00C !

Pulse Sequemos: CAPEON (=3pul)
Solvent: ccheld
Data collected on: How 7 208

Cperator: klee

Felax, delay L 000 sec
Pulse 45,0 chagress

Aog. time 1,505 sec

Wideh 25510.2 HE

L2840 repet it ions

JESERVE 13, 1L00.5307711 MEx
OEOOUPLE Hi, 3590059144 Mix
Power 4 dB

continmeas Ly on

WALTZ-16 modhulated

CATA. PROCESSING

Line beoadendng 0.5 Hx

FT =ize 65536

Total timé 3 hr, 10 =an

SO~
0 o
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'H NMR (600 MHz, methanol-da) spectrum of morunigrol C (10).

STANDARD FROTCH PARAMETERS

Bample Name:
AS-IV-81-01

Data Collected on:
DEDEDND. ac. kr-vamrab00

Archive directory:

7.162
6.902
—6.859
g, T4T
—6.453
6.436
6.244
5. 691
5.674
4.862
—_—3, 304
1.424
1.416
-0.004

i Mg
Bample dirsctory:

FidFile: PROTON

Pulse Sequence: PROTON (slpul)
Solvent: cdied
Data collected on: Os=t 22 2018

Operator: wvomrl

Relax. delay 1.000 sec
Fulse 45.0 degrees

Aog. time 1.704 sec

Width 5%615.4 Hz

16 repetitions
OBSERVE H1, 55%.9253817 MH=z
DATA PROCESSING
FT size 32TER
Total time 0 min 43 sec

OH

OH

.

LI B | l 1 LI I 1 LI | l 1 LI B | I 1 LI | | LI | LI | J L I B | J LI L L I L] LI | | LI | [ | I LI | [ | LI I LI | L B B | I LI | 1

12 10 8 6 4 2 0

0.98—C

2

]

]

1

7
1.00-C
.66 F
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3C NMR (150 MHz, methanol-ds) spectrum of morunigrol C (10).

Calibration for S=m= One probe om 14Jul2i17
Bample : C13 enriched CHIOH in doped D20 (autotest)
]

pp—

47.647
47

.578

Sample Hame:
AS-IV-81-01

Data Collected on:
DEDEOD . ac. kr=vnmrab 00

o
&
-1
N
”
-
Archive directary:
fhoze /vaezl/vnazeye/probes/probe_calibe

47.785
47.501
47.432
47 . 363
47.29%4
47.149
26 . 650

iy hhﬂmm

155.258
T

- 151.396
-122.851
122,330

118.315

117,341

158.614
155.36
.'—13'9.'594
102.567
102.299
100.759%
98.529
TE5. 954
47. 999
47.861

S

\&
\

Sample directory:
Sz (me_probe_calib
FidPile: CARBON

Pulse Bequence: CARBON [l!p‘ull
Bolvent: ediod
Data collected on: Oct 22 2018

Opesrator: wnmrl

Belax. delay 1.000 sec
Pulee 45.0 degrees

Acg. time 0.8E65 sec

Width 17878.8 Hz

25000 repetitions
OBSERVE ©C13, 150.8513572 MH=
DECOUPLE HL., 599.9283813 MH:z
Fower 42 dB

continvcusly on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size &£5516

Total time 12 hr, 57 min

“10
0 9]

OH

T ~ L

IIIIII|I|I|I|I|I|IIIlIlIlIlIlIlIIIIIII|I|IlIlIIIlIlIIIlIIIlIlIlIJI|IlIlIlIlI|III|IIIII|IlIJIIIIIIIIIIIIIIIIIIIIIIIJI|IIII|II
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'H NMR (400 MHz, CDCl3) spectrum of 3',5"-di-O-methyl morunigrol C (11)

F!ﬁ

STANDAPD 1H (ESERVE — proofile

Sazple Hame:
AS53-01 v
Data Codlocted o I\IJ

7.258
7.131
6. 960
6. 954
6.079
W38
6.9
6. 005

5649
5.3
—3.885

DFTAM) e -4 (0
Archive directory:

Srocmme i hewe Arrmmreye dat s
Saple dloestary:

FAV-TE_200L500S_01
Fidfiie: AS-V-53-01

1 57
— 0.0

__J,

Pulse Sequenos: FROTON (s3pal)
Solwent: ohell
Data ocollectsd on: How 5 208

Operator: Icles

Relax, delay 1,000 sec

FPulse 45,0 degress
Ao, time 2. 556 s

Width &410.3 HE

16 repetitios

CIESFERVE Hi, 3599.89035104 MH=z
CATR. PROCESSING

FT size 12758

Total time 0 min 57 sec

N,

9]
800V,
0 O

9]

A

MH | .

Illl|_lIIllIilI|lllFIIIl1|ilIIIlIll|IlllllIIljIlIIIlIIllll-lllllll-lllll

I
12 10 8 v w5 g 4 2 0 P
3
k-]

552 2 2

Pk ' '
A oA =~

6.56 T
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B3C NMR (100 MHz, CDCl3) spectrum of 3',5'-di-O-methyl morunigrol C (11)

STANDARD 1H (ESEFVE — poofile

Sample MName
ASV53-01
Data Colleocterd oo
DM, ac Xrmerad(D
Archive dipectory:
S /i s Nrreerepe fcdata
Saple dizestory!
RAV-T8_20050025 01
Fidfile: ASV-5301-13c

—36l.091
155,515
I

—154. 996
—151. 612

Puless Secpenos; CAFEON (sful)
Solvent: odlelld
Deta colledted on: How 7 508

Operator: lkies

Relas, delsy L OO0 S&s
Pulse 45,0 degrees

Aoy, time 1,355 sec

Width 25510.Z HE

1806 repetirions

CESEVE C13, L00, 5307700 Mix
OEQUUPLE 1, 3999059144 MEx
Power 41 dB

continuously on

HALTZ-16 modulated

CATR. PROCESSTHNG

Line broadesing 0.5 He \
FT muize 5336
Total time 3 he, 48 =in

CQ

20 200 180 160

140

120

2. 592

71

m. e
100. 618
55.589

/-
U

100

77-333
77.022

/-

\‘:‘?E-T‘H
76.333

80

55517
55493

40

—27.832

20

Q.00



TV s Cdmerrt

'H NMR (400 MHz, CDCl3) spectrum of Compound 1g

Sample Nama: S g N335338823885888585388828 8 g
AS-TV=02-030 ™ L AN FmMmoedfddddddddddddmm @ =]
Data Collected on: s o Lol T T T S R T T O I I I T = o
DER4Q0 , ac, kr—vnme 5400
Archiwve directory:
Samplée diractorv:
FidFila: PROTON
Pulse Sequence: PROTON (sZpul)
Solvent: cdel3
Data collected on: Jul 1 2018
Oparator: klea
Relax. dalay 1.000 sec
Pulse 45.0 degrees
Acq. time Z.556 sec
Width 6410.3 Hz
8 reépetitions
OBSERVE M1, 399.8033084 MMz
DATA FROCESSING
FT size 32768
Total time 0 min 28 sec
\\ ‘\'O
\ | 1
LN I Y I O B I B LUNNL I N N N N O O O I I I I
12 10 8 6 4 2 0
T 1 T T T T
o o - o @ =] o
S o r| oo o =3 o
~ o ~ od © o o



3C NMR (100 MHz, CDCl3) spectrum of Compound 1g

e e rdmairt

Sample Name:
AS-TV-02-02C

Data Collected on:
DEU400, ag, kxr—vrme 400

Archiwe directory;

TT7.355
T7.037

-
\—76.720

194.599
—163.003
\—162.275
135.768
—119.017
117.027
115.293
103.320
103.289
33.702

sample direstary:
FidFile: CAREON

Fulse Sequence: CARBON f(sZpul)
Solvent : cdsl3
Data collected on; Jul 1 2018

Operator: kles

Relax. delay 1.000 sec
Fulse 45.0 degrees

Aoq. tima 1.285 sec

Width 25510.2 Hz

1728 repetitiens

CESERVE C13, 100,.530771L MH=
LECOUPLE IO, 392.805%144 M=
FPower <41 dB

contimeously on

WALTZ-16 modulated

DATR PROCESSING

Line bogadening 0.5 Hz

FT size 65536

Total tima 1 ha, 54 min

1

220 200 180 160 140 120 100 80 60 40 20 0 Ppm
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STANDAFD 1H CESERVE - profils

Sample Name:
ASA—34-01
Data Collected on:
DER4Q0Q . ac, kr—vnmr 5400
Archive directory:
Shome /K lee/ vime sys./
Sample directery:
AC-1405 20L8ldls 04
FidFile: PROTON

11.483

Pulse Sequence: PROTON (s2pul)
Solvent: dmso
Data collected on; Nov 22 2018

Oparator: kles

Felax. delay 1.000 sec
Pulse 45.0 degrees

ASq. tima 2.556 Fec

Width &410.3 Hz

16 repetitions

CBSEFVE i1, 393.8057397 Miz
DATA FROCESSING

FT size 32768

Total time 0 min 57 sec

Cl
~0

HO OH

9.881

'HNMR (400 MHz, DMSO-d;) spectrum of Compound 11

7.780

—2.502

Q.000

1.00

74



3C NMR (100 MHz, DMSO-dg) spectrum of Compound 11

STANDAFD 1H JBSERVE — profile

Samples MName:: A

AS-V-g4-01 a
Data Collected on: E
DER400 . ac . kr—vrmz 400 I\‘

193.038
"—156.517
131.241
113.701
T 110.000
40.575
40.366
40.157
39.948
39.739
35.530
35.320

—1U5.978

\=

Archivwe directory: %
Shome /klee/vime sy s,/ data
Sample directoly:

AC-1405 20181115 01

FidFile: CRARBON

Pulse Secuence: CARBON (s2pul)
Solwvent : dmso
Data collected on; MNov 22 2018

Operator: klee

Relax. delay 1.000 sec
Pulse 45.0 degrees

Aoq. tima 1.285 sec

Width 25510.2 Hz

T04 rapatitisns

CESERVE Cl3, 100.5312520 Mi=
LECOUPLE H1l, 399.8078135 Mi=
Power 41 dB

contimecusly on

WALTZ-16 mochilatesd

DATA PROCESSING

Ling bogadening 0.5 Hz

FT mize &5536

Total time 1 hi, 54 min

" .

iy

220 200 180 160 140 120 100 80 60 40 20 0 PPm
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