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'H NMR (400 MHz, CDCl3) and 3C{*H} NMR (100 MHz, CDCl3) of compound 6
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‘ lN/%ﬂ/ ‘ ‘ Current Data Parameters
NAME RAF-DS-OBN.-DIO-1H
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220203
Time 2211h
INSTRUM Avance Neo 400
PROBHD Z7163739_0226 (
PULPROG 2930
TD 51724
SOLVENT CDCI3
NS 9
DS 0
SWH 8620.689 Hz
FIDRES 0.333334 Hz
AQ 2.9999919 sec
Meo AN RG 101
O Dw 58.000 usec
DE 13.14 usec
TE 299.2 K
D1 1.00000000 sec
Bno TDO 1
SFO1 400.1324708 MHz
NUC 1H
PO 2.67 usec
P1 8.00 usec

PLW1 25.07999992 W
F2 - Processing parameters
SI 65536

SF 400.1300102 MHz
W EM

WD
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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— — - AAd A AAA A [ A S [Te] NAME RAF-DS-OBN-DIO-13C
EXPNO 12
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220203
Time 21.54h
INSTRUM Avance Neo 400
PROBHD Z7163739_0226 (
PULPROG 2gpg30
TD 65536
SOLVENT CDCI3
NS 74
DS 2
SWH 27777.777 Hz
MeO FIDRES ~ 0.847710 Hz
\O AQ 1.1796480 sec
RG 101
DW 18.000 usec
DE 6.50 usec
TE 299.1 K
BnO D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6242384 MHz
NUC1 13C
PO 2.67 usec
P1 8.00 usec

PLW1 99.33999634 W
SFO2 400.1316005 MHz
1H

NU

CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 25.07999992 W
PLW12 0.19815999 W
PLW13 0.09967500 W

F2 - Processing parameters
Sl 32768

SF 100.6127870 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40
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6: HRMS (ESI-TOF) m/z: [M + Na]* calcd for C1sH1403Na 265.0835, found 265.0840.
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H NMR (400 MHz, CDCl3) and 3C{*H} NMR (100 MHz, CDCls3) of compound 7

Current Data Parameters
NAME  RAF-DS-ALC-DIO-1H
EXPNO 1

PROCNO 1

F2 - Acquisition Parameters
Date_ 20220223

Time 19.00 h
INSTRUM Avance
PROBHD 7824601_0063 (
PULPROG 2930

TD 51724
SOLVENT CDCI3
NS 10

DS 0

SWH 8620.689 Hz
FIDRES 0.333334 Hz
AQ 2.9999919 sec
RG 32

Dw 58.000 usec
DE 11.94 usec
TE X

D1 1.00000000 sec
TDO 1

SFO1 400.3024719 MHz
NUC1 1H

PO 5.00 usec
P1 15.00 usec

PLW1 9.20670033 W
F2 - Processing parameters
SI 65536

SF 400.3000093 MHz
WDW EM

SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters ON OFONNOMOS Moo~ W0 ©
NAME RAF-DS-ALC-DIO-13C < < M OMHONNNAAA M~~~ OO < n
EXPNO 3 A A A A A A A NN~~~ © n
e VNPT 2R
F2 - Acquisition Parameters
Date_ 20220223
Time 19.02 h
INSTRUM Avance
PROBHD Z824601_0063 (
PULPROG 2gpg30
TD 65536
SOLVENT CDCI3
NS 29
DS 0
SWH 27777.777 Hz
FIDRES 0.847710 Hz
AQ 1.1796480 sec MeO
RG 8.125 OH
DW 18.000 usec
DE 6.50 usec
TE 298.5 K
D1 100000000 sec BnO
D11 0.03000000 sec
TDO 1
SFO1 100.6669898 MHz
NUC1 13C
PO 3.33 usec
P1 10.00 usec
PLW1 43.41400146 W
SFO2 400.3016012 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 9.20670033 W
PLW12 0.25573999 W
PLW13 0.12864000 W
F2 - Processing parameters
Sl 32768
SF 100.6555480 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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7: HRMS (ESI-TOF) m/z: [M + Na]* calcd for C1sH1603Na 267.0992, found 267.0989.
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PROCNO 1

F2 - Acquisition Parameters

Date_ 20220119
Time 22.03h
INSTRUM Avance
PROBHD Z163739_0237 (
PULPROG 2930
TD 51724
SOLVENT cDCI3 OMe
NS 11 =
DS 0
SWH 8620.689 Hz
FIDRES 0.333334 Hz
AQ 2.9999919 sec OBn
RG 89.0646
DW 58.000 usec
DE 13.30 usec
TE 297.0K
D1 1.00000000 sec
[TDO 1
SFO1 400.3024719 MHz
NUC1
PO 2.35 usec
P1 7.05 usec
PLW1 25.00000000 W
F2 - Processing parameters
Sl 65536
SF 400.3000095 MHz
\WDW EM
SSB 0
LB 0.30 Hz N
GB 0 n {1 -
PC 1.00 M " i M
W, J
T T T T T T T T T
10 9 8 7 6 5 4 3 2 ppm
gEEEEE [ B [ Els
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ICurrent Data Parameters D S MmO OO fo's) N 0
NAME  RAF-DS-ALKENE-13C 2EXHHIJIIRIIIY ~NK G o 0
EXPNO 3 Ad A A A A AAAAAA N~~~ [Te) ™ ™
o WINPT 727 N
F2 - Acquisition Parameters
Date_ 20220119
Time 19.02 h
INSTRUM Avance
PROBHD Z163739_0237 (
PULPROG zgpg30
TD 6
SOLVENT CDCI3
NS
DS 0
[SWH 27777.777 Hz
FIDRES 0.847710 Hz
A 1.1796480 sec
RG 101
bw 18.000 usec = OMe
DE 6.50 usec
TE 297.8 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1 OBn
ISFO1 100.6669898 MHz
NUC1 13C
PO 2.67 usec
P1 8.00 usec
PLW1 94.05500031 W
SFO2 400.3016012 MHz
INUC2 1H
[CPDPRGJ[2 waltz65
PCPD2 90.00 usec
PLW2 25.00000000 W
PLW12 0.15340000 W
PLW13 0.07716000 W
F2 - Processing parameters
S| 32768
SF 100.6555322 MHz
\WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40 ‘
T T T T T T T T T T T T T T T T T T T T T 1
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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8: HRMS (ESI-TOF) m/z: [M + H]* calcd for C18H2102 269.1536, found 269.1536.
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Current Data Parameters
NAME  RAF-DS-EPOIXIDE.-1H
EXPNO 10

PROCNO 1

F2 - Acquisition Parameters
Date_ 0220122

Time 19.50 h
INSTRUM Avance Neo 400
PROBHD Z7163739_0226 (
PULPROG 2930

D 51724
SOLVENT coci3 (0]
NS 13 OMe
DS 0
SWH 8620.689 Hz
FIDRES 0.333334 Hz
AQ 2.9999919 sec
RG 71.7241 OBn
DW 58.000 usec
DE 13.14 usec
TE 295.4 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324708 MHz
NUC1 1H
PO 2.67 usec
P1 8.00 usec
PLW1 25.07999992 W
F2 - Processing parameters
Sl 65536
SF 400.1300101 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
. JL
B o o L e L L e e e L s L o e B I L B An o e
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(oo mﬁm © [¥9) © o|o|(v ™~
o|d|le|e|ee < < M| <
NN R o ™ Aol o
N OOMOKODOomm
S0 NFNO©HO T NS89 et N
Current Data Farametors o 2% 5333883y N 6 i < o
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EXPNO 12
PROCNO 3 VEONANE L N4 DY
F2 - Acquisition Parameters
Date_ 20220122
Time 19.14 h
INSTRUM Avance Neo 400
PROBHD Z163739_0226 (
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 61
DS 2
SWH 27777.777 Hz
FIDRES 0.847710 Hz
AQ 1.1796480 sec
RG 101
DW 18.000 usec
DE 6.50 usec
TE 295.8 K OMe
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6242384 MHz
NUCL 13C OBn
PO 2.67 usec
P1 8.00 usec
PLW1 99.33999634 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRGJ[2 waltz65
PCPD2 90.00 usec
PLW2 25.07999992 W
PLW12 0.19815999 W
PLW13 0.09967500 W
F2 - Processing parameters
Sl 32768
SF 100.6127854 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB
PC 1.40
I I I I I I I I I I I I I I I I I I I I
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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(£)-4: HRMS (ESI-TOF) m/z: [M + Na]* calcd for C1sH2003Na 307.1305, found 307.1302.
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Current Data Parameters
NAME  RAF-DS-EPO-RE-1H

EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220216
Time 22.37h
INSTRUM Avance
PROBHD Z824601_0063 (
PULPROG zg30

TD 51724
SOLVENT CDCI3

NS

DS 0

SWH 8620.689 Hz
FIDRES 0.333334 Hz
AQ 2.9999919 sec
RG 101

DW 58.000 usec
DE 11.94 usec

TE 296.2 K

D1 1.00000000 sec
[TDO 1

SFO1 400.3024719 MHz
NUC1 1H

PO 5.00 usec

P1 15.00 usec

PLW1 9.20670033 W
F2 - Processing parameters
S| 65536

SF 400.3000098 MHz
W EM

D
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

~ 4
o 4
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1.99
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Current Data Parameters
NAME RAF-DS-EPO-RE-13C
EXPNO 3

PROCNO 1

F2 - Acquisition Parameters
Date_ 20220216

Time 22.43h
INSTRUM Avance
PROBHD 7824601_0063 (
PULPROG zgpg30

TD 65536

SOLVENT CDCI3
NS 141

DS 0

SWH 27777.777 Hz
FIDRES 0.847710 Hz
AQ 1.1796480 sec
RG 8.125

DW 18.000 usec
DE 6.50 usec
TE 296.3 K

D1 1.00000000 sec
D11 0.03000000 sec
TDO 1

SFO1 100.6669898 MHz
NUC1 13C

PO 3.33 usec
P1 10.00 usec

PLW1 43.41400146 W
SFO2 400.3016012 MHz

NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec

PLW2 9.20670033 W
PLW12 0.25573999 W
PLW13 0.12864000 W
F2 - Processing parameters
S| 32768

SF 100.6555218 MHz

WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

—149.56)
——146.42
_~137.31|2.04
_—134.51](1.01
128.45(11.07
127.711]1.03
127.23(]1.03
T120.15
—114.23
T>112.23
77.32
—34.40
—31.82
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Current Data Parameters
NAME RAF-DS-DIOL-1H

EXPNO 2

PROCNO 1

F2 - Acquisition Parameters

Date_ 220216

Time 2248 h

INSTRUM Avance

PROBHD Z7824601_0063 (

PULPROG 2930 OH
TD 51724

SOLVENT CDCI3

NS 1 HO OMe
DS 0

SWH 8620.689 Hz

FIDRES 0.333334 Hz

AQ 2.9999919 sec OBnN
RG 57.7778

Dw 58.000 usec

DE 11.94 usec

TE 296.1 K

D1 1.00000000 sec

TDO 1

SFO1 400.3024719 MHz

NUC1 1H

PO 5.00 usec

P1 15.00 usec

PLW1 9.20670033 W

F2 - Processing parameters
Sl 65536

SF 400.3000096 MHz
WDW EM

D
SSB
LB 0.30 Hz /
GB 0
PC 1.00
AN

T T
10.0 9.5 9.0 8.5 8.0 6.5 6.0 55 5.0 4.5 .0 35 3.0 25 2.0 15 1.0 0.5 ppm
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Current Data Parameters A Tt T~ o e

TRV N ]

EXPNO 3

PROCNO 1

F2 - Acquisition Parameters

Date_ 20220216

Time 2252 h

INSTRUM Avance

PROBHD Z824601_0063 (

PULPROG zgpg30

TD 65536

SOLVENT CDCI3 OH

NS 82

DS 0

SWH 27777.777 Hz

FIDRES  0.847710 Hz HO OMe

AQ 1.1796480 sec

RG 8.125

DW 18.000 usec

DE 6.50 usec

TE 296.2 K

D1 1.00000000 sec O B n

D11 0.03000000 sec

TDO 1

SFO1 100.6669898 MHz

NUC1 13C

PO 3.33 usec

P1 10.00 usec

PLW1 43.41400146 W
SFO2 400.3016012 MHz

NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec

PLW2 9.20670033 W
PLW12 0.25573999 W
PLW13 0.12864000 W

F2 - Processing parameters

SI 768

SF 100.6555276 MHz
WDW EM

SSB 0

PC 1.40

LB 1.00 Hz
GB 0

T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10  ppm
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9: HRMS (ESI-TOF) m/z: [M + H]* calcd for C18H2304 303.1591, found 303.1583.

Intens. |
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00 MHz, CDCl3) of compound 10

Current Data Parameters
NAME  RAF-DS-ALKYNE-1H
10

EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220226
Time 19.08 h
INSTRUM Avance Neo 400 OH
PROBHD Z163739_0226 ( \ =
PULPROG 2930 -
TD 51724 N OMe
SOLVENT CDCI3
NS 14
DS 0
SWH 8620.689 Hz
FIDRES 0.333334 Hz OBn
AQ 2.9999919 sec
RG 65
DW 58.000 usec
DE 13.14 usec
TE 2974 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324708 MHz
NUC1 1H
PO 2.67 usec
P1 8.00 usec
PLW1 25.07999992 W
F2 - Processing parameters
S| 65536
ISF 400.1300099 MHz
\WDW EM |
ISSB 0
LB 0.30 Hz
GB 0
PC 1.00
|
. M
R N I I I
10 9 8 7 6 5 4 3 2 1 ppm
[=IDRE= 1= o [SN1[ee) Ofo(w|o
S|o|S|olo|o S o|S =|8|S|S
Aol ol (vl Aldldldlololal
8 I35 8 8% OO MY ] o < ™
o © NYONN O <A ~Mo~NNoOd S o
< < MM ANNN N o ON~NMN~NOdA-AD © ~ N~
= A dd A A A AN~NN~NNN~N~O re} m ®m
Current Data Parameters
A RAF DS ALKiE 15C NIV I A7 |1
EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220226
Time_ 19.14 h
INSTRUM Avance Neo 400
PROBHD Z163739_0226 (
PULPROG zgpg30
TD
SOLVENT CDCI3
NS 140
DS 0 OH
SWH 27777.777 Hz \ -
FIDRES 0.847710 Hz \ - oM
AQ 1.1796480 sec e
RG 101
DW 18.000 usec
DE 6.50 usec
TE 297.8 K
D1 1.00000000 sec OBn
D11 0.03000000 sec
TDO 1
SFO1 100.6242384 MHz
NUC1 13C
PO 2.67 usec
P1 8.00 usec

PLW1 99.33999634 W
SFO2 400.1316005 MHz

NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec

PLW2 25.07999992 W
PLW12 0.19815999 W
PLW13 0.09967500 W
F2 - Processing parameters
SI 32768

SF 100.6127685 MHz
WDW EM

SSB 0
LB 1.00 Hz
GB 0

PC 1.40

| . _ -

y " At ! ’ 4 L y "

T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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10: HRMS (ESI-TOF) m/z: [M+K]* calcd for C20H2203K 349.1201, found 349.1197.
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Current Data Parameters N@ﬁ\/ ’ //H%/ ~ \/ \Nw//m%

NAME RAF-DJ-DIOL-3-1H

EXPNO 1

PROCNO 1

F2 - Acquisition Parameters

Date_ 20200120

Time 9.05

INSTRUM spect

PROBHD 5mm PABBO BB-

PULPROG zg30

TD 54274

SOLVENT CDCI3

NS 25 OH

DS 0

SWH 8223.685 Hz

FIDRES 0.151522 Hz Meo \ QH

AQ 3.2998593 sec -

RG 64 AN OMe

DW 60.800 usec

DE 6.50 usec

TE 2916 K BnO

D1 1.00000000 sec

TDO 1 OBn

1H
P1 14.75 usec
PL1 -1.00 dB

PL1W 10.56200695 W
SFO1 400.1324710 MHz

F2 - Processing parameters

SI 32768

SF_ 400.1300101 MHz

WD EM

SSB 0

LB 0.30 Hz |
GB 0 |
PC 1.00

T T
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 35 3.0 25 2.0 15 1.0 05 ppm

ﬁﬁmﬁ > mjﬁ S 074 S fr oﬁ Hmj@w M
dld[e|o|e|o|o| oo IR S|o RSN S
Sl ldldloldHlolold il ©lo ol N
N T AR T N0 TOD MO N
NSONNONOSNSYNOAd A0S NN LONODNT DO © o wo
Current Data Parameters DOOONOFTLTOBONNNNCOT®MANOS MOMoVo®-dm @ NN~
SIITTOONOONNNNNNN A A NANNOdOoO S Nood N
NAME RAFDJD|OL313C T A A A A A A A A A A A A A A A A AA WOMNMNMNMNNMNMNNS OO wn [32] o™ N
EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20200120
Time 9.07
INSTRUM spect
PROBHD 5mm PABBO BB-
PULPROG zgpg30
™ 65536 OH
SOLVENT cDCI3
NS 169
DS 0 MeO OH
SWH 26041.666 Hz =
FIDRES 0.397364 Hz % - OM
AQ 1.2582912 sec e
RG 1030
bW 19.200 usec
DE 6.50 usec Bno
TE 291.7 K
D1 1.00000000 sec OBn

D11 0.03000000 sec
1

PLIW 56 53121948 W
SFO1 100.6238364 MHz

CPDPRG[2  waltz16
1H

NUC2

PCPD2 80.! OO usec
PL2 -1.00

PL12 13.69 dB
PL13 14.50 dB

PL2W 10.56200695 W
PL12W 0.35871249 W
PL13W 0.29767781 W
SFO2 400.1316005 MHz

F2 - Processing parameters
SI 32768

SF 100.6127808 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC

1.40

T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

S15



11: HRMS (ESI-TOF) m/z: [M + Na]* calcd for CssH3s0sNa 575.2404, found 575.2405.

Intens. | OH
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Current Data Parameters
NAME  RAF-DS-KETONE-1H
1

EXPNO

PROCNO 1

F2 - Acquisition Parameters

Date_ 20220323

Time 19.45h

INSTRUM Avance O

PROBHD 7824601_0063 (

PULPROG 2930

[TD 51724g Meo QH
SOLVENT CDCI3 NV z
NS 12 AN OMe
DS 0

SWH 8620.689 Hz

FIDRES 0.333334 Hz Bno

IAQ 2.9999919 sec

RG 101 OBn
DW 58.000 usec

DE 11.94 usec

[TE 298.3 K

D1 1.00000000 sec

[TDO

ISFO1 400.3024719 MHz

INUC1 1H

PO 5.00 usec

P1 15.00 usec

PLW1 9.20670033 W

F2 - Processing parameters
6

S| 6553

SF 400.3000098 MHz
DW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

H‘HH" |
i A

10.0 9.5 9.0 85 8.0 75 7.0 6.5 6.0 55 5.0 4.5 4.0 35 3.0 25 2.0 1.5 1.0 ppm
@|oe|N| |O|9|Q|® S| |9 = @
oldlslel IHlHlHle il <l 0 N
O NHNOOWOODdTOLMANONOLONAIATN®MOD
N SOSNSANQOMOS ANANAANNOMOLLORNDND®DDO S @ Q29
S MOODONIITOBVIOINNNIIOTANNGS ANMO O AM™OO 0 — A
N DS SSTOOMmMmomoOANANANNNNNNAdAdAAAAANN O A O 00 O LW 0 <
4 AdddddAddddAdddAdAddAdAAdAdAOON~NNNNNK O OO M ™A
Current Data Parameters L l\k\“k‘\l‘\kk\\”“\‘\w\/////n// \\///// V ‘ \ /
NAME  RAF-DS-KETONE-13
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220323
Time 19.59 h
INSTRUM Avance
PROBHD Z824601_0063 (
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 364
DS 0 0]
SWH 27777.777 Hz
FIDRES 0.847710 Hz
AQ 1.1796480 sec MeO Q H
RG 8.125 % - OM
bDw 18.000 usec
DE 6.50 usec e
TE 298.3 K
D1 1,00000000 sec BnO
D11 0.03000000 sec
TDO 1
SFO1 100.6669898 MHz OBn
NUC1 13C
PO 3.33 usec
P1 10.00 usec
PLW1 43.41400146 W
SFO2 400.3016012 MHz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 9.20670033 W
PLW12 0.25573999 W
PLW13 0.12864000 W
F2 - Processing parameters
SI 2768
SF 100.6555227 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40 ‘
L |
I I I I I I I I I I I I I I I I I I I I I
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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3: HRMS (ESI-TOF) m/z: [M + Na]* calcd for C3sH3406Na 573.2248, found 573.2247.

Intens.

x106 |
573._2_247

0.8+

0.6

0.4

0.2
573.3417

0.0 , . . ; . | ‘ ‘ ‘ . \
572.4 572.6 572.8 573.0 573.2 573.4
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'H NMR (400 MHz, CDCl3) and 3C{*H} NMR (100 MHz, CDCl3) of compound 2

T OHDO~NODO0OONOOODNNNRO JTOORMODMOMODO OO VONITODOODDHDNMNANNDDONMNMT 100 0 O D
NOOODOINLDITNATADONOOMNMANOOCOOONXISTANTAONTONONNONDOTAONDOSNOD
TOHONOMNNNOMNMOMANNNNNDNOORNNNNOOONCHNMMHOONOWOWMOOMMOOOOMHWWLNDTNNOOOD
NMaNNSNNMNNNSNNNNNNNNNNOOOOOOOOOOLBLIS TSmO ANNNANNNNNNNNNNNNNNN
Current Data Parameters
NAME  RAF-DS-CYC-1H
EXPNO 1
PROCNO 1 O
F2 - Acquisition Parameters
Date_ 20220330
Time 2250h
INSTRUM Avance |
PROBHD 7824601_0063 (
PULPROG zg30 Meo O OMe
TD 51724
SOLVENT CDCI3
NS 12
DS 0 BnO OBn
SWH 8620.689 Hz
FIDRES 0.333334 Hz
AQ 2.9999919 sec
RG 101
DW 58.000 usec
DE 11.94 usec |
TE 297.9K |
D1 1.00000000 sec
[TDO 1
SFO1 400.3024719 MHz
NUC. 1H
PO 5.00 usec
Pl 15.00 usec
PLW1 9.20670033 W N
|
F2 - Processing parameters
Sl 65536
SF 400.3000098 MHz
\WDW EM
SSB 0
LB 0.30 Hz I
iy iy oM W
c8 0 A M
(™ 10U
T T T T T T T T T T T T T T T T T T T
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 35 3.0 25 2.0 1.5 1.0 ppm
TEECEEEE B 3 [ EE H AR
RIS e ol - Qe NN
Sl A Al [ ~ A ~ ™™ ol (o [ |-
[=] DO NOMMWOOJTORNROND IS NOO O J0
e DQANTONMBDOTONNAONANANOOWND OO O o~ A
™ DHG O OCNOCNBTOIONNNBLOSETNANGTGNNLOA~ R NN Qo
)] OCITITITTNOMNOANNNNNNANNNAAAOODONNSO O O LW — © <
— AddddddddddddddAdAdAdAdAdAANNNNNND O <t M m
Current Data Parameters
\\“\\j\\\ ////H// \\ %/ \/ ‘ ‘ ‘ NAME  RAF-DS-CYC-13C
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220330
Time 23.03h
O INSTRUM Avance
PROBHD Z824601_0063 (
PULPROG zgpg30
D 36
SOLVENT CDCI3
| NS 303
DS 0
MeO OMe SWH 27777.777 Hz
(@) FIDRES 0.847710 Hz
AQ 1.1796480 sec
RG 8.125
DW 18.000 usec
BnO OBn DE 6.50 Usec
TE 298.0 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6669898 MHz
NUC1 13C
PO 3.33 usec
P1 10.00 usec
PLW1 43.41400146 W
SFO2 400.3016012 MHz
NUC2 1H
CPDPRGJ[2 waltz65
PCPD2 90.00 usec
PLW2 9.20670033 W
PLW12 0.25573999 W
PLW13 0.12864000 W
F2 - Processing parameters
] 32768
SF 100.6555212 MHz
wD EM
SsB 0
LB 1.00 Hz
GB 0
J ‘ PC 1.40
| U5 PROPO | 1 1  S A O 16 PO
T T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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2: HRMS (ESI-TOF) m/z: [M + K]* calcd for C35H3406K 589.1987, found 589.1992.

Intens.
x104
5] 589:1992

2.0-

1.5
1.0

0.5

0.0
580 585 590 595
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1H NMR (400 MHz, CD3COCD3) and 3C{*H} NMR (100 MHz, CD3COCD3) of compound 1a

DO OOM D TN NN NO DN NN DN TOORNNMNMM I NON YD N ONRNNON0OO0O®MN I I
OddoOVOYTTONOXRNAMTINNDODOOTTOOONNOIMNMOOIIMIIDOONTAIOO®0N~ © I
HDMOOWVOOVAONNNNNOOOONANNNIONRKROOOOOOATONIDNNONTMOHMMOANNN NN
NNNNOOoOooOoBOBososboossTFrIITtmmomaadadadaNadaadaNNcddddddoddodddddddd

— ===

Current Data Parameters

NAME  RAF-DS-FINAL-1H
EXPNO 1 OH
PROCNO 1
F2 - Acquisition Parameters
Date, 0220418
Time 22.19h
INSTRUM Avanc MeO OMe
PROBHD 2824601 0063 ( (@]
PULPROG 2930
[TD 51724
LVENT A n
EICS) s cetone H O O H
DS 0
SWH 8620.689 Hz
FIDRES 0.333334 Hz
AQ 2.9999919 sec I
RG 83.9752
DW 58.000 usec
DE 11.94 usec
TE .
D1 1.00000000 sec
[TDO
ISFO1 400.3024719 MHz
NUC 1H
PO 5.00 usec
P1 15.00 usec

PLW1 9.20670033 W

F2 - Processing parameters

S| 65536

SF 400.3000070 MHz |
DW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

T T T T T T T T T T T T T T T T T T T T T
100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 ppm

EIINEICREDS olinfo)m(m te) oo (o~
A NoOIH IO SRR A N AN
Al o || Al ||| ol Aol |-

[=] VDA O O 0O LT OO
™ COUWMOT ITMIHONDM O N 0OOMUONDN00DO
© ONOWUST 40 WA OY M AdOo0MOoOM—doNO©TN
o SISO NAAAAA VO 0 OOTNODAOODNDODOODDD
N L B B I I B B B B B | NN OO TOOMOOMOMONNNNN
Current Data Parameters
NAME  RAF-DS-FINAL-13C]
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date 20220418
Time_ 22.29h
INSTRUM Avance
O H PROBHD 7824601_0063 (
PULPROG zgpg30
TD 5!
SOLVENT Acetone
NS 251
DS 0
SWH 27777.777 Hz
MeO OMe FIDRES  0.847710 Hz
O AQ 1.1796480 sec
RG 8.125
DW 18.000 usec
DE 6.50 usec
HO OH TE 297.9K
D1 1.00000000 sec
D11 0.03000000 sec
TD 1
SFO1 100.6669898 MHz
NUC1 13C
PO 3.33 usec
P1 10.00 usec

PLW1 43.41400146 W
SFOZ 400. 3016012 MHz

UC2
CPDPRG[Z walt265
PCPD2 90.00 usec

PLW2 9.20670033 W
PLW12 0.25573999 W
PLW13 0.12864000 W
F2 - Processing parameters
SI 32768

SF 100.6554341 MHz
WDW EM

D
SSB 0
LB 1.00 Hz
GB

oo

T T T T T T T T T T T T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O ppm
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1a: HRMS (ESI-TOF) m/z: [M + H]* calcd for C21H2706 375.1802, found 375.1797.

lntens. |
x10%1

360

MeO

HO

OH

S

363.3101

364.3119 366.3715

365

OMe

OH

368.4243

370

375797

373.1642

374.1683

375

376.1826

377.3255

378.3272

S22



Current Data Parameters
NAME  RAF-DS- FINAL 1I-1H

EXPNO
PROCNO l
F2 - Acquisition Parameters
Date_ 220815
Time 22.36 h
INSTRUM Avan
PROBHD 7824601 0063(
PULPROG 2930
D 51724 OH
SOLVENT Acetone -
NS 16 -
DS 0
SWH 8620.689 Hz
FIDRES 0.333334 Hz
AQ 2.9999919 sec MeO OMe
RG 101 O
DW 58.000 usec
DE 11.94 usec
TE .
D1 1.00000000 sec HO OH
TDO 1
SFO1 400.3024719 MHz
NUC1 1H h
PO 5.00 usec
P1 15.00 usec
PLW1 9.20670033 W
F2 - Processing parameters
S| 65536
SF 400.3000069 MHz
WDW EM
SSB 0 H-O
LB 0.30 Hz
GB 0 2
PC 1.00 | /
|
|
IR (o
T T T T T T T \ T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.0 55 5.0 4.5 4.0 35 3.0 25 2.0 15 1.0 05 ppm
g W% B [EEER 3 R
e < cllele|e — |2
]l — Al MM N M|
[=] DO OMONDO ~Jd00NY
(s} ONHAAA®M NOMAHOWN HO OMMOMOOMMSTLO O O I~
© NNOWOSY d0w1wwao QM WA RXITHdONAdIN O AR
o StTEETTONON NAAAAA NHd TUOUNDANDHO N DD ®
39 A A A A A A A A A A NN OO OOMO®OANNNNNN
Current Data Parameters N // \/ \\ \/// \ / \ N k\\‘\\%
NAME  RAF-DS-| FINAL 11-13C
EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date 0220815
Time 23.11 h
INSTRUM Aval
PROBHD 2824601 0063(
PULPROG 2gpg30
D 65536
SOLVENT Acetone
NS 929
DS 0 QH
SWH 27777.777 Hz <
FIDRES 0.847710 Hz
AQ 1.1796480 sec
RG .
DW 18.000 usec
DE 6.50 usec MeO OMe
TE 296.8 K (@)
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFOL  100.6669898 MHz HO OH
NUC1 13C
PO 3.33 usec
P1 10.00 usec
PLW1  43.41400146 W
SFO2 400.! 3016012 MHz
NUC2
CPDPRG[2 waltzGS
PCPD2 90.00 usec
PLW2 9.20670033 W
PLW12  0.25573999 W
PLW13  0.12864000 W
F2- Processing parameters
] 32768
SF 100.6554560 MHz
WD EM
SsB 0
LB 1.00 Hz
GB 0
PC 1.40
I I I I I I I I I I I I I I I I I I I I
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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1b: HRMS (ESI-TOF) m/z: [M + H]* calcd for C21H2706 375.1802, found 375.1800.

Intens. |
x10%4

1.255 OH 375800

MeO OM
HO

OH

1.001

1 3693513 376.1831

373.1641 374.1719

370.3553 372.1018

370 372 374 376
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