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1 13 1
H NMR (500 MHz, CDCl3) and “C{'H} NMR (125 MHz, CDCl;3) of compound 3
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Current Data Parameters
NAME ~ RAF- SSY 9C-VINYL-1H
EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20230923
Time 19.20 h
INSTRUM spect
PROBHD Z119470_0087 (
PULPROG 2g30
TD 65536
SOLVENT cDcl3
NS 16
DS 0
SWH 10000.000 Hz
FIDRES 0305176 Hz
AQ 3.2767999 sec S
RG 30,72
DW 50.000 usec 6
DE 6.50 usec OH
TE 2969 K
D1 1.00000000 sec
TDO 1
SFO1 500.1230885 MHz
NUCH 1H
PO 445 usec
P1 13.35 usec
PLW1 16.00000000 W
F2 - Processing parameters
Sl 65536
SF 500.1300136 MHz
WDW EM
SSB 0
LB 030 Hz
GB 0
PC 1.00
1 A l
T T T T T T T T T T T T
11 10 9 8 7 6 5 4 3 2 1 ppm
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Current Data Parameters | | W / \ \\V// |
NAME  RAF- SSY 9C-VINYL-13C
EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date. 20230923
Time _ 19.21 h
INSTRUM spec
PROBHD Z119470 0087(
PULPROCG zgpg30
D 65536
SOLVENT cDCI3
NS 25
DS 0
SWH 34722.223 Hz
FIDRES 1.059638 Hz
AQ 0.9437184 sec
RG 197.27
BE\I 14.400 usec 6 \
6.50 usec
TE 2972 K
D1 1,00000000 sec OH
D11 0.03000000 sec
TDO 1
SFO1 1257721254 MHz
NUC1
PO 2.97 usec
P1 8.90 usec
PLW1  103.00000000 W
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 80.00 usec
PLW2 16.00000000 W
PLW12 0.44556001 W
PLW13 0.22411001 W
F2 - Processing parameters
Sl
SF 125.7577936 MHz
Wi EM
SSB 0
LB 1.00 Hz ‘ I
GB 0
PC 140
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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'H NMR (400 MHz, CDCl3) and '*C {'H} NMR (100 MHz, CDCls) of ompound 10
&
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RAF-SSY-9C-EPOXIDE-1H

Current Data Paramelers

INAME ~ RAF-SSY-9C-EPOXIDE-1H

EXPNO 1

PROCNO 1

F2 - Acquisition Parameters

Dalte_ 20230926

Time 21.26h

INSTRUM Avance

PROBHD Z163739_0237 {

PULF'ROG QSD

517:

SOLVENT CDCIB

NS 18

DS a

SWH 8620.690 Hz

FIDRES 0.333334 Hz O

AQ 2. ‘3999919 sec R\

RG

ow 55 000 usec

DE 13.14 usec

TE 295.9 K 6

$1DD 1 .UODDWDUUO sec O H
SFO1 400.3024719 MHz,
NUC1T 1H
PO 2.67 usec
P1 8.00 usec
PLW1 21.00099945 W
F2 - Processing parameters
S| 65536
SF 400.3000091 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
I\ I.Jl e
T T T T T T T T T T T T T
12 1 10 9 8 7 6 5 4 3 2 1 ppm
g &5/ % 28 =
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Current Data Parameters

NAME RAF-SSY-9C-EPOXIDE-13C
EXPNO 3

PROCNO 1

——68.36
— 5454
—43.37

—14.07
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NS
N

F2 - Acquisition Parameters
Date 20230926
Time 2130h
INSTRUM Avance
PROBHD Z163738 0237 (
PULPROG 2gpg30

3

1D 65536
SOLVENT CDCI3
NS 79

Ds 0

SWH 27777778 Hz

FIDRES 0.847710 Hz

AQ 1.1796480 sec O
RG 101 RN
DwW 18.000 usec

DE 6.50 usec

TE 296.5 K

D1 1.00000000 sec

D11 0.03000000 sec O H
TDO

SFO1 100.6669898 MHz

NUCT 13C

PO 2.67 usec

P1 8.00 usec

PLW1 97.90799713 W
SFOZ 400 3016012 MHz

c2
CPDF RG[2 wahzﬁs
PCPD2 90.00 usec

PLW2 21.00099945 W
PLW12 0.16593000 W
PLW13 0.08346400 W
F2 - Processing parameters
Sl 32768

SF 100.6555185 MHz
W EM

WD

SSB 0
LB 1.00 Hz
GB o

PC 1.40

- i

T T T
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 + H]" calcd for C11H230; 187.1693; Found 187.1684

X104 Cpd 1: C11 HZ2Z2 O2; 0.294: + FBF Spectrum
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'H NMR (400 MHz, CDCl3) and '*C{'H} NMR (100 MHz, CDCls) of compound 10’
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B2 - Processing parameters
I 55536

(+)DIPT-1H

RAF-SSY-9C-EPQO-4NO2
Current Data Paramsters
HEME RAF-557-5C-EPO-4H02- (+)DIPT-1H
EXPNO &
PROCHO 1
F2 - Acquisition Parameters
Dats_ 20240410
Tims 22.53 h
IRSTRU Avance
PROBHD  2163739_0237 (
PULEROG 2930

51724
SCLVENT cpelz
NS 18
iy o
SHH 8620690 Hz
FIDRES 0.333334 Hr
ag 2.9838918 soc
RE a4
D 58.000 usec
e 13.14 usec
12 56,5
o1 1.00000000 sec
e
sFO1 400.3024715 Miz
HuC1 1
o 2.67 usec
eL B.00 usec
PLW1 21.00095945 W
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00 @D 00 00 00 00 G0 D 00 00 @ @MW) W)W Ww W mm

NO,

~WOWnm= MMM re=y
OO 0D 000D m®®@m T T F
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Wow &
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Curent Daia Parameters | | ‘ ‘ ‘ \ / | | '\\V // |
NAME ~ RAF-S5Y-8C-EPO-4NOZ-(+)DIPT-13C
EXPNO E
PROGNG 1
F2 - Acguisition Parameters
Date_ 20240410
mwe RAF-SSY-9C-EPO-4NO2-(+)DIPT-13C
INSTRUM _* Avance
PRCBHD  Z163739_0287 (
PULPROG z0pgi0
65534
SOLVENT Goc
NS 122
s o
SWH 27Tz
FIDAES  0.847710 Hz
AQ 11796480 sec
e 2 W\l
oW 18,000 us e
DE ©50 Usa
TE 20741 O 0
D1 100000000 sez
DI 0.08000000 ses
TDO 1
SFOT  100.6663898 Mz
NUGCT 130
PO 2567 sec
P £.00 sec
PLWI 9790799713 W
SFO2 4003016012 Mz
NUCE H
e
sac
FOWE 21 000454E W NO,
PLW1Z 0.16533000 W
PLWI12 003245400 W
F2 - Procassing paramelars
sl 5]
SF 1006555181 MHz
wow EM
SSB 0
e 1.00Hz
GB 0
PG 1.40
- v o ¥ e
T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm|

S5



10’: HRMS (ESI-TOF) m/z: [M + H]" calcd for C1sH26NOs 336.1806; Found 336.1808.

x10° Cpd 1: C18 H25 N 05; 0.291: + F
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HPLC chromatograms of racemic and chiral 10’ (96% ee)

Note: The racemic (bonds shown are relative) required was prepared by manual mixing of
the two enantiomers prepared separately. Hence the ratio may not be exactly 50:50.

600000 I— RAF-SSY-RAC-IC-5% - CH9|
1 ~0 1
] Yoy Y
400000 | 0P 2
S i
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wv
c
Q 4
5
200000 | racemic NO,
0 A A
— — ————— T — T
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# |Peak Name|CH|tR [min]|Area [uV-sec] [Height [uV]]| Area% |Height% | Quantity| NTP |Resolution|Symmetry Factor|Warning
1{Unknown [ 9 | 14973 10228431 481157(52.192| 55.925 N/A[11197 4226 1.137
2|Unknown | 9 | 17510 9369104 379205|47.808| 44.075 N/A|12068 N/A 1.077
Total 19597535 860362 0.00000
1700000 T ——— RAF-SSY-+-EPO-IC-5% - CHY|
1500000 | oRle?
1 0.0 : $) .0
1 R
2 1000000 0.__0
= |
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X | NO,
500000 |
| NO,
| 2
0 [\ T
S S
0.0 2.0 4.0 6.0 8.0 10.0 12.0 14.0 16.0 18.0 19.0
# |Peak Name|CH|tR [min]|Area [uV-sec]|Height [uV]| Area% |Height% | Quantity | NTP | Resolution | Symmetry Factor|Warning
1{Unknown | 9 | 14.940 32375922 1264661]98.104] 98,650 N/A[7619 4,058 1.540
2|Unknown | 9 | 18.357 625808 17308] 1.896] 1.350 N/A|5353 N/A 1.007
Total 33001730 1281969 0.00000
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1 13 1
H NMR (400 MHz, CDCl3) and '*C{'H} NMR (100 MHz, CDCl3) of compound 9
5 3RERIRIINRI2- BB 285 GoBIRRIRREREINBER
MOV "rrFrFrrFrrFrrrFrrFrFrFrFT OO0
RAF-SSY-9C-WEDH ALC-1H
Current Data Parameters
NAME  RAF-SSY-8C-WEDH ALC-1H
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date 0220926
Time 2135h
INSTRUM Avance
PROBHD Z163739_0237 (
PULPROG 2g30
TD 51724
SOLVENT CDCI3
NS 12
DS
SWH 8620.690 Hz
FIDRES 0.333334 Hz
AQ 2.9999919 sec
RG 64
DV 58.000 usec =
DE 13.14 usec 6
TE 298.0 K O H
D1 1.00000000 sec
'TDO 1
SFO1 400.3024719 MHz
NUC1 1H
PO 2.67 usec
P1 8.00 usec
PLW1 21.00099945 W
F2 - Processing parameters
S| 65536
SF 400.3000093 MHz
WD EM
SSE 0
LB 0.30 Hz
GE 1]
PC 1.00
” [ | J“U o
T T T T T T T T T T
1 10 9 8 6 5 4 2 1 ppm
g |82 g 8138 |5
- - - ~|oi|ail |
RAF-SSY-9C-WEDH ALC-13 5
7 g 4883 383398 3
= F ERER BER&888 =
Current Data Paramelers | \\/ / ‘ v / / |
NAME  RAF-SSY-9C-WEDH ALC-13C
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Dale_ 20230926
Time 21.37h
INSTRUM Avance
PROBHD Z163739_0237 (
PULPROG 2gpg30
TD 6
SOLVENT CDCI3
NS
DS 0
SWH 27777.778 Hz
FIDRES 0.847710 Hz
AQ 1.1796480 sec
RG 101
DW 18,000 usec
DE 6.50 usec
TE 2964 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6669898 MHz
NUC1 13C
PO 2.67 usec
P1 8.00 usec
PLW1 97.90799713 W
SFO2 400.3016012 MHz
uc2 1H
CPDPRG[2 wallz65
PCPD2 90.00 usec
PLW2 21.00089945 W
PLW12 0.16593000 W
PLW13 0.08346400 W
F2 - Processing parameters
=) 32768
SF 100.6555178 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
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm|
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9: HRMS (ESI-TOF) m/z: [M + Na]" calcd for C11H22ONa 193.1564; Found 193.1578
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DCIl3) of compound 2

RAF-SSY-DIOL-9C-1H

Current Data Parameters
NAME  RAF-SSY-DIOL-oC-1H
14

F2 - Processing parameters

Sl 32768

SF 400.1300095 MHz
DW EM

'"H NMR (400 MHz, CDCl3) and '>C{'H} NMR (100 M
3 58

an)
| N
53| O

EXPNO

PROCNO 1

F2 - Acquisition Parameters

Date 20240326

Time 11.02h

INSTRUM spect

PROBHD 7104450 0346 (

PULPROG 2g30

TD 54274

SOLVENT CDClI3

NS 2

DS 0

SWH 8223.685 Hz

FIDRES 0303043 Hz 0]
AQ 3.2998593 sec H
RG 45.2 A
Dw 60.800 usec

DE 6.50 usec

TE 164.4 K 6

D1 1.00000000 sec OH
TDO 1

SFO1 400.1324710 MHz

NUC1 1H

PO 5.00 usec

P1 15.00 usec

PLW1 9.69999281 W

42|
1.47]
1.45
1.40]
1.39
1.38]
1.25]
0.88|
0.86
0.84]

g & g3
[

%

% 5
Y

DO 1 =
SFO1 100.6238364 MHz
NUC1 13C 6
PO 3.33 usec
P1 10.00 usec OH
PLW1 47.00000000 W
SFO2 400,131H6005 MHz
1

NU

CPDPRG|2 waltz16
PCPD2 90.00 usec
PLW2 9.69999981 W
PLW12 0.26944000 W
PLW13 0.13552999 W

F2 - Processing parameters
S| 32768

SF 100.6127719 MHz
wWDwW EM

D!
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

W
SSB 0
LB 0.30 Hz
GB 0
PC 1.00 ‘
I U .
11 10 9 8 7 6 5 4 3 2 1 ppm
=] o = o ~||o ©lw| (v
= < 2 N == N (v
- o - - -||- o s! )
[RAF-SSY-ME3Sil-13CR o
2 2 48838 2883853 §
e = NI SHR]RQY =2
Current Data Parameters | \K// \\V// |
NAME RAF-SSY-ME3Sil-13CR
EXPNOC 11
PROCNO 1
F2 - Acquisition Parameters
Date_ 20230927
Time 1017 h
INSTRUM spect
PROBHD Z104450 0346 (
PULPROG 2gpg30
D 65526
SOLVENT cDCliz
NS 31
DS 0
SWH 26041.666 Hz
FIDRES 0.794729 Hz
AQ 1.2582912 sec
RG 1030
Dw 19.200 usec
DE 6.50 usec
TE 158.7 K OH
D1 1.00000000 sec =
D11 0.03000000 sec i

T T T T
180 170 160 150 140 130 120 110 100 90

T
70 60 50 40 30 20 10 ppm
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2: HRMS (ESI-TOF) m/z: [M + H]" caled for C12H2502 201.1849; Found 201.1842

Cpd 1: C12 H24 02; 0.285: + FBF Spectrum |
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RAF-SSY-CAPRO-VINYL-ML

Curreni Data Paramelers
[NAME ~ RAF-SSY-CAPRO-VINYL-MIX-1H-R

EXPNC
PROCNG 1

INSTAUM spact
PROBHD  Z124627_0004
PULFROG 2530

TD 69536
[SOLVENT coci3
= a

s
Ds [
SwiH 10000,000 Hz
FIDRES 0305176 Hz
A 32767986 sec o)
RG 13465
ow 50.000 usec
DE 6.50 Usae
TE 2655 1
01 1.00000000 sec
I 1 =z OMe
SFO1  500.1330885 MHz
NUC 1H
Fo 5.00 Usee
P 15.00 usac OH
PLwi 0309999652 W
F2 - Procassing parameters
s 55536
B 50601300132 MHz
wow EM
s58 9
] 0.30 Hz
GB
FC 0
|l )
T T T T T T T T T T
1 10 9 8 7 6

17414
141.05
—114.70

—51.48
—36.48
——33.92

RAF-SSY-CAPRO-VINYL-MI.

Current Data Paramaters
NAME  RAF-SSY-CAPROC-VINYL-MIX-13C-A
EXPNO s

PROCND 1

F2 - Acquisition Paramotars
Date. 20231006

Time 10450

B 2 0
PROBHD  Z124827_0008 (

PULPROG 2qpg30

O 65536
;\11(5) VENT &q\.:n(‘.m / O M e

2‘:1 34?202 23 H;
WH 22,223 Hz
FIDRES 1,059638 Hz OH
AG 09437184 sec
RG 197.27

D 14,400 usec
DE £.50 usec

TE 2856 K

o1 1.00000000 sec
D1t 0.03000000 sec
TO0 1

SFO1 1267721254 MHz
NUCT 153G

PO 3.33 usec

P 10,00 usec
PLWH 50.00000000 W
SFOZ

320005 MHz
H

NUC: 1
CPDPRG[2 wallz1
PCPD2 80.00 usec
FLWZ 930639062 W
PLWHZ 0.33047000 W
PLWHZ 016621090 W

F2 - Frocessing peramelers
sl 32768

:\;-Dw 125. "‘J/;Eﬂ’a‘\ MHzZ

558 0

LB 1.00 Hz

GB o

PC 1.40

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 ppm|
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11: HRMS (ESI-TOF) m/z: [M + Na]" calcd for CoHi603Na 195.0992; Found 195.1001

xlU3
— 1951001
(M+Na)+
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7
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5.5 (0]

o
4.5 /Y\/\)L OMe

4 OH
3.57]
3
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27 196.1017
1.5 l (M+Na)+
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0.57] |
I T T T I I I I
190 191 192 193 194 195 19% 197
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RAF-SSY-CAPRO-WEDGE-#

Curreni Dala Paramelars
NAME ~ RAF-SSY-CAPAO-WEDGE-ALC-1H
EXPNC 1

PROCNO 1
F2 - Acquisition Parameters
Dala_ 20231008

i
Timne 22.24n

INSTAUM spect
[PROBHD 7124627 0008 (
PULPROG 25
6553
SOLVENT coois
DS
SWH 10000.000 Hz
FIDRES 0305176 Hz
AC 32767506 862
ARG 197.27
ow 50.000 usec
DE 5.50 usec
TE 205.7 K
D1 1.00000000 sac O

Too 1
701 500.1330896 MHz

NUC1 1H

Po 5,00 usec

F1 .00 Usen O M e

1 uses
PLW1 930000062 W

F2 - Proosssing paramsiers 6 H
[SF 5001300133 MHz
WOW EM
SSB 0
LB 030Hz
(GE 0
FC 1.00
i A J L i ]
| T | | T T T I ! ‘ I i
11 10 9 8 7 6 5 4 3 2 ! PP
- —l= -l le o cilailed
2 25
Q a3

17415
141.04
—114.76
7725
77.00

—51.50
—36.50
—-33.95

7204

RAF-SSY-CAPRO-WEDGE-/

Current Data Paramaters
NAME  RAF-SSY-CAPRO-WEDGE-ALC-13C

EXPNO 2
FROCNO 1

F2 - Acquisiiion Paramelers
Dale. 20231

Tima 2227h
INSTRUM spect
PROBHD  Z124527_0D08 (

PULPROG 20pga0
el 65536

SOLVENT [sfele)
S 94

0
34722223 Hr

1.050638 Hz
09437184 sec O

147.27
14.400 usec
6.50 Usac
2658 K
1.00000000 sec / O M e

0.03000000 sec

QOn-
T

)

1257721254 MHz

131
333 Usec

P 10.00 usec

PLW1  50.00000000 W

SFOZ 5001320006 Mz

NUuc2 H
CPOPRG2  wallzi6
PCPDZ 50.00 usec
PLWZ 2 W

PLW{2 E.GEO 7000 W
PLW13 016621090 W

F2 - Processing parametars
S| 35768

5 3z
SF 1267577933 MHz.
W EM

Wl

S8B

LB 1.00 Hz
GB 0
aC 1.40

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 ppm
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4: HRMS (ESI-TOF) m/z: [M + H]" calcd for CoH;703 173.1173; Found 173.1166

xio0* Cpd 1: C9 H16 03; 0.297: + FBF
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'H NMR (500 MHz, CDCl3) and '*C{!
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Curent Data Parameters:
NAME R,

EXPNO 8
FROCNG 1

F 2 - Acquisition Parameters
Dats_ 20240403

Time 19.05h
INSTAUM  spsct
PROBHD Z124827_oo0a
PULP RO 2930

B5538
SOLVENT  CDCI2
NS 15

D5 o
SWH 0000,000 Hz
FIDR 10517/
Q
RG
DWW
DE
TE 96,0 K
(] 1.00000000 seo
TDO
SFO 500.1330885 MHz
WL 1H
(a8 5,00 usee
P 15.00 usec
PLW1  a30csgss2W

F2 - Processing parameters
& 3

5 5536
SF 50013001 32 MHz
Wow EM

SSB 0
s 0.30Hz
GB )
PC 1.00

AF-SSY-ESTER-CHIRAL-R-4N02-1H

RAF-SSY-ESTER-CHIRAL-R

8.29
8.27

8.22
8.20

X

7.26
5.91

O m=

589
5.87

5.86
5.85
5.84
5.52
5.50
5.49

OMe

CEEEEEEE

—FrrrrTrr e

@D W~
ERR
-

J
T T T T T T T T T T T T T
11 10 9 8 7 6 5 4 3 2 1 ppm
8 lels 7 (Rl
D I O R o oiledllod
8 8 g 8288 8 ® w0 ~
g g g 888 8¢ NEEE : 88 3
i S | \ VI N\ | \/
PROCNO 1
RAF-SSY-ESTER-CHIRAL-R-4N02-13C
ERCSLD, Tk qos
D BFESFDCIE
OMe
.00. ‘”UJOO'«:U O
ZIW‘ F;\ '\EJ\;PJSSF'\ W
SF02 5001320005 MHz
NUC2
CPOPRGI2
e
PLWI2 3 000 W
PLW13 0166821988 W
if-l"f-)ca:‘ﬁ:?wl?%\;arirr &lErs N 02
SF 1257577851 MHz
wow EM
SSB 0
LB 1,00 Hz
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 8 70 60 50 40 30 20 ppm
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4': HRMS (ESI-TOF) m/z: [M + Na]" caled for CsH19NO¢Na 344.1105; Found 344.1110.
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- 346.1166
0.1 (M+Na)+
1 .

0_

T | | | |
343 344 345 346 347
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HPLC chromatograms of racemic and chiral 4’ (94% ee)

1400000 1 ——1|RAF-SSY-RAC-ESTER-10%-IC - CH9|
J 2
| (0]
] MOMe
1000000 | O. _O
- i
IE.' &
& _
2
Q 4
=
500000 NO,
0 J A
—— T
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 380
# |Peak Name|CH|tR [min]|Area [uV-sec] |Height [uV]]| Area% |Height% [ Quantity | NTP |Resolution | Symmetry Factor |Warning
1 {Unknown 9 25.067 48352659 1395861[49.757] 52.240 N/A[11697 1.756 1.183
2 |Unknown 9 26.773 48824788 1276138|50.243| 47.760 N/A|10978 N/A 1.273
Total 97177447 2671999 0.00000
900000 ——— RAF-S5Y-CHI-ESTER-10%-IC - CH9|
800000
, (0]
] PN NP
_ = Y OMe \\_r 0]
_ o._0 R
= 600000 - MOMe
= g 0. 0O
z i
192}
S 400000
2 ]
= il NO,
| 94% ee
200000 - NO,
| .
0 A
—T7—r——— T T
0.0 5.0 10.0 15.0 20.0 25.0 30.0 34.0
# |Peak Name|CH [tR [min]|Area [uV-sec]|Height [uV]| Area% |Height% | Quantity| NTP [Resolution|Symmetry Factor |Warning
1|Unknown 9 24.840 29863019 880024196.870| 96.886 N/A|12212 2.030 1.126
2| Unknown 9 26.683 964952 28281 3.130 3.114 N/A|13398 N/A 1.010
Total 30827971 908305 0.00000
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'H NMR (500 MHz, CDCls) and '3C{'H} NMR (125 MHz, CDCls) of compound 12

RAF-SSY-CAPRO-EPOXIDE:

Current Data Paramelers
NAME RAF-SSY-CAPRO-EPOXIDE-TH
4

[EXPNO

[PROCNO 1

F2 - Acquisiion Parameters
Date_ 20231008

Time 2237h
INSTRUM spect
PROBHD  Z124627_0008 {
PULPROG 2030

ITD 65536
SOLVENT cDCI3
NS 16

DS 0
[SWH 10000.000 Hz
EIDRES 0.305176 Hz

Q 3.2767999 sec
RG 25.91
DWW 50.000 usec
DE 6.50 usec
TE .
D1 1.00000000 sec
TD 1
SFO1  500.1330285 MHz (@]
NUC1 H 'e)
PO 5.00 usec ,
. 1500 uses

1 9.39999962 OM
e

2 - Processing parameters

| 65536
SF 5001300135 MHz OH
Wow EM
SSB 0
LE 0.30 Hz
ce 0
pC 1.00

! M

T T T T T T T T T T T T T T
95 9.0 8.5 80 75 70 65 60 55 50 45 40 35 .0 25 2.0 1.
£
[o]

Y

[RAF-SSY-CAPRO-EPOXIDE

g qgL ¥ ¥% I ¥5 8
= kkE 8 35 ¢ 88 3
Curent Data Parametrs ‘ \|/ | ‘ ] | \ / |
NAME RAF-SSY-CAPRO-EPOXIDE-13C
EXPNO 5
PROCNO 1
F2 - Acquisilion Paramelers
Date 20231008
Time 22,39
INSTRUM spect
PROBHD Z124627_0008 {
PULPROG  2gpg30
TD 65536
SOLVENT ~ CDCI3
NS 40
DS 0
SWH 34722223 Hz
FIDRES  1.058638 Hz
AQ 0.9437184 sec
RS 107.27
14.400 usec
DE 650 usec (@]
TE 295.9 K 0]
D1 1.00000000 sec o,
_?51 0.03000000 sec
0 1
SFO1 1257721254 MHz OMe
NUC1 13C
PO 3.33 usec
P1 10.00 usec o H
PLW1 50.00000000 W
SFO2 500.1320005 MHz
NUCZ 1H
CPDPRGI2  wallz16
PCPD2 £0.00 usec
PLW2  9.39999962 W
PLW12 0.33047000 W
PLW13  0.16621999 W
F2 - Processing paramsters
Sl 327¢
SF 125.7577984 MHz
wow EM
SSB
e 1.00 Hz
aB 0
PC 140
L
T T T T T T T T T T T T T T T T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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12: HRMS (ESI-TOF) m/z: [M + Na]" calcd for CoH1604Na 211.0941; Found 211.0935

x10*
. 211.0935
4.2 (M+Na)+
pl
3.8
3.67]

3.4
3.2 )

3_ OII'
2.8 OMe
267
2.4 OH

2.2

P
1.8
1.67
1.4
1.2

1
0.8 212.0962
0.6 (M+Na)+

g:gz A. 1‘ LB . ll ‘l “

T T T T T T T T
207 208 209 210 211 212 213 214 12
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RAF-SSY-OXILIPIN-FINAL-1|
Current Data Parameters

HANE “RAF-SSY-OXILIPIN-FINAL:TH
FROCNO 1

F2 - Acquisition Paramelers
Date 0231101

Time 2352h
INSTRUM spect
PROBHD 71044500346
PULPROG 233
ITD 5427,
SOLVENT MeOD
NS 25

DS 0

SWH 8223.685 Hz
FIDRES 0.308043 Hz
AQ 3.2998593 sec
RG 161

DWW 80.800 usec
DE 6.50 usec
TE 2187.5 K

D1 1.00000000 sec
TDo

SFO1 400.1324710 MHz
NUC1 1H

PO 5.00 usec
P1 15.00 usec
PLW1 9.69999981 W

F2 - Processing parameters

32768
SF 400.1300095 MHz
DWW EM

OH

oxylipin 1a

SSB 0
LB 0.30 Hz
GB 0
PC 0.60
T T T T T T T T T T T
10 9 8 7 6 5 4 3 2 1 0 ppm

1
24
2,
4.0
5.

—177.66

Current Data Parameters
NAME  RAF-SSY-OXILIPIN-FINAL-13C

g8 328 2958”58 REERE8 8T
=2 RRE 2392333935888 RR888842
| NI NN =

RAF-SSY-OXILIPIN-FINAL-1:

EXPNO
PROCNO 1 O H O
F2 - Acquisition Paramelers .
.IQFAI:L 20231107

ime 832h
INSTRUM spect M 3 O H
PROBHD Z104450_0346 ( -
PULPROG zgpg30
TD 555Jgpg O H O H
SOLVENT MeOD
Eg 15000 ..

]
SWH 26041.666 Hz Oxyllpln 1a
FIDRES 0.794729 Hz
AQ 1.2582912 sec
RG 1030
DW 19.200 usec
DE 6.50 usec
TE 2240.1 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6238384 MHz
NUC1 13C
PO 3.33 usec
P1 10.00 usec
PLW1 47 00000000 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 9.869999981 W
PLW12 0.26944000 W
PLW13 0.13552999 W
F‘Z - Processing parameters
SF 100.6126278 MHz
WDW EM
SSB 0
LB 2.00 Hz
GB [
PC 140
TPV . " ot " " T v "
T I T T T T T T I 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 ppm|
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1a: HRMS (ESI-TOF) m/z: [M + Na]" calcd for C1sH3405Na 353.2298; Found 353.2297

Intens. ]
x1041
] 3532297

2.5 OH 0
zoé OH oH
1.5
Loé

351.0865
J 350.2740 352.1697
0.0 : '
350 351 352 353

0.5
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COSY and HSQC of Compound 1a

RAF-55Y- (+) -DIPT-1H-

Current Data Parameters
N RAF-S5Y- (+] -DIPT-1H-R-COSY
4

— .. ppm

1.0

-1.5

¢
P

-2.0

3.0

-3.5

Exeno

EROCHO 1

FZ - hequisition Parameters

Date_ 20231217

Time’ - e

s spect T

BROBHD  Z104450_0346 ( :

BULFROG cBsygpaf N
2048 !

SOLVENT MeOD —_— :

us B i

iy o | .

E 2302.026 Bz

FIDRES 2.248072 Bz .

A0 04448256 sec "

®G 575 —

) 217.200 usec

oz .50 usec

TE

oo 0.00000300 sec

ol 1.00000000 sec {

D13 0.00000400 sec |

DlE 0.00020000 sec i

50 0.00043440 sec -

Thav

sFal 400.1313191 Mz

Noel 18

Bo 15.00 usec

Bl 15200 usec

BLHL 9.69999981 W

GENAM[1] SINE. 100

GEZL 10.00 %

BlE 100000 usec

Pl — Acquisition paremeters 3

™ 2048 B

sFOL 400.1313 Mz

FIDRES 2.248072 Bz

E] 5.753 ppm

FrODE oF —=

FZ - Processing paraseters

5T

SF 400.1300000 Mz

WOH STHE

558 o

= 0 EHx

= o

BC 1.40 /

F1 - Processing paraseters 1

ST 1024

mez oF ‘

3 400.1300000 Mz

WD SDE |

558 1]

LB 0 Hz J

=) o =

5.0

-5.5

- 6.0

Fl - Aoquisition parameters
™ 148

sFo1
FIDRES

0.6203 MHz
204.750198 Ha
150.581 ppm

DE  Echo-d

F2 - Processing parassters
sI 2048
400.1300000 Miiz

2
o
a

1.40

F1 - Processing parassters
1 1024

6.0 55 5.0 4.5 4.0 35 3.0 2.5 2.0 1.5 1.0 ppm
RAF-SSY-OXILIPIN-FINAL-HSQC
)
F2 - Acquisition Parameters
Date_ 20231107
~ VAN S -~ S B - S ppm
|
§1) L 20
-, -
- 40
.
- 60
-

120

140

523




Current Data Parameters

NAME  RAF-SSY-CAPRO-(-)DIPT-1H
EXPNO 10

PROCNO 1

F2 - Acquisition Parameters

Date_ 20231120

Time 2329 h

INSTRUM Avance Neo 400
PROBHD Z163739 0226 (

PULPROG zg30
TD 1

SOLVENT CDCIz
NS 14

DS 0

SWH £620.689 Hz
FIDRES 0.333334 Hz
AQ 2.9999919 sec
RG 69.3333

DWW 58.000 usec
DE 13.14 usec
TE 2952 K

D1 1.00000000 sec
TDO 1

SFO1 400.1324708 MHz
NUC1 1H

PO 2.67 usec

P1 .00 usec
PLW1 25.07999992 W

F2 - Processing parameters

OH

OMe

SF 400.1300099 MHz
WOW EM
SSB ]
LE 0.30 Hz
GB
PC 1.00
i AJ
T T T T T T T T T T
11 10 8 7 5 4 3 2 1 ppm
- ot b - (] oo
RAF-SSY-CAPRO-(-)DIPT-12 2 2
g 3 3 488y 3 23 8¢
~ < - M~ oo - sa =
- - - NI~~~ ] 1] ]
Current Data Paramelers | \\/ / ‘ \ ; \/
NAME  RAF-SSY-CAPRO-(-)DIPT-13C-R
EXPNO 14
PROCNO 1
F2 - Acquisilion Paramelers
Dale 2023112
Time 2335h
INSTRUM Avance Neo 400
PROBHD Z163739_0226 (
PULPROG 2gpg30
65536
SOLVENT CDCl
NS
Ds 2
SWH 27777777 Hz
FIDRES 0.847710 Hz
AQ 1.1796420 sec
R 101
DwW 18.000 usec
DE 6.50 usec
TE 2956 K
D1 1.00000000 sec
D11 0.03000000 sec O
TDO 1
SFO1 100.6242324 MHz
NUC1 13C
] 341 usec
P1 10.22 usec
PLW1  75.00000000 W / OMe
EJE%Z 400, 131|6005 MHz
2
CPDPRG[2 waltz6E
PCPD2 { 0.00 ust O H
PLW2 25079999
PLW12 019215999 W
PLW13 0.09967500 W
F2 - Processing paramelers
Sl J276
SF 100.6127729 MHz
WDW EM
SsB 0
LB 1.00 Hz
GB 0
PC 140
T T T T T T T T T T T T T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 9 80 70 60 50 40 30 20 ppm
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ent-4: HRMS (ESI-TOF) m/z: [M + Na]" calcd for CoH603Na 195.0992; Found 195.0977

3
X0 195.0077
5,25 (M +MNa ) +
pl
4,75
4.5
4.25]

4 O

3.75
3.5+
3,251 /\‘/\/\)L OMe

.
2,757 OH
2,57
2,257

9
L1757
1.5
1.257

17 196.1013

0,75 j l L (M+ ila)+
0.5

0.554_| .| ‘ i || .

o

T T I T I T T T
190 191 192 193 194 195 196 197

S25



'H NMR (500 MHz, CDCls) and '*C{'H} NMR

~
—

00 MHz, CDCI3) of compound ent-4'

RAF-SM-1H S8R
Current Data Parameters 0w @ o
NAME RAF-SM-1H “V
EXPNO 4
PROCNO 1
F2 - Acquisition Parameters
Date_ 20240621
Time 13.03 h
INSTRUM spect
PROBHD 2119470_0087 (
PULPROG zg30
TD 65536
SOLVENT cpc13 =z OMe
NS 18
DS 0
SWH 10000.000 Hz O O
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 85.91
DW 50.000 usec
DE 6.50 usec
TE 296.7 K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUCL 1H
PO 4.45 usec N02
Pl 13.35 usec
PLW1 16.00000000 W
F2 - Processing parameters
SI 65536
SF 500.1300131 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
BC 1.00
T T T T T T T T T T T T T
13 12 1 10 7 6 5 4 3 2 1 0 ppm
g o (e A [ F
Ll 5] - L 5] [w] o~ Ll 51 £5T)
8 8 o 386 § ® e =
RAF-SM-PLUSD E g 8 ugs 8t RREE :  g6aa
Current Data Parameters
NAME RAF-SM-PLUSDIPT-DCC-13C | | | v ’ ‘ | V | V / ‘
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20240621
Time 16.04 h
INSTRUM Avance
PROBED 2163739 0237 ( O
PULPROG 2gpg30
TD 65536
SOLVENT CDC13
NS 232 / OMe
Ds 0
SWH 27777.777 Hz
FIDRES 0.847710 Hz (0] 0]
AQ 1.1796480 sec
RG 101
DW 18.000 usec
DE 6.50 usec
TE 298.1 K
Dl 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFOl 100.6669898 MHz
NUC1 13cC
PO 2.67 usec
Pl 8.00 usec N02
PLW1 97.90799713 W
SFO2 400.3016012 MEz
NUC2 1H
CPDPRG[2 waltz65
PCPD2 90.00 usec
PLW2 21.00099945 W
PLW12 0.16593000 W
PLW13 0.08346300 W
F2 - Processing parameters
5I 32768
SF 100.6555186 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
RPNV AR RSPV
T T T T T T T T T T T T T T
240 220 200 180 160 140 120 100 80 60 40 20 0 ppm

S26



ent-4': HRMS (ESI-TOF) m/z: [M + Na]" calcd for C1sH1oNO¢Na 344.1105; Found 344.1105.

Intens.
x104

1.2 3444105

1.0 (@)

MLOMG

0. _.0
0.8

0.6 NO,
0.4

0.21

24
nod

3440299
0.0 Y. T~

T
344.0
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HPLC chromatograms of racemic and chiral ent-4' (98% ee)

_ o 4 o 0/~ @
1400000 ——1|RAF-SSY-RAC-ESTER-10%-IC - CHY|
J 2
] o]
. MOMe
1000000 ] 0o 0
<
3 4
Fary _
2
o
=
500000 _ NO,
0 A
————— T P T
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 38.0
# |Peak Name|CH|tR [min][Area [uV-sec] |Height [uV]]| Area% |Height% [ Quantity | NTP |Resolution | Symmetry Factor |Warning
1|Unknown | 9 | 25.067 48352659  1395861]49.757| 52.240 N/A|11697 1.756 1.183
2|Unknown | 9 | 26.773 48824788| 1276138(50.243| 47.760 N/A|10978 N/A 1.273
Total 97177447 2671999 0.00000
Chromatogram
2l —— RAF-SM+DIPT-DCC - CH10|
1500000 -
1 O
] R
1 Mom
— 1000000 O O O
E ] /\(SV\/\)J\
z . ~ OMe
5 1 0._0
S
500000 </ NO,
NO, \> J
i
0- 94% ee Ll[\_‘ Y
S T
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40,0 44.0
# |Peak Name|[CH |tR [min] [Area [uV-sec] |Height [uW]| Area% |Height% |Quantity | NTP | Resolution | Symmetry Factor |Warning
1|Unknown [10| 25.643 589132 16427| 0.943| 1.059 MN/A|11981 1.572 0.882
2|Unknown |10 27.227 61891887 1534747/99.057| 98.941 N/Al10112 N/A 1.298
Total 62481019 1551174 0.00000
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'H NMR (400 MHz, CDCl3) and '*C{'H} NMR (100 MHz, CDCls) of compound ent-12
3

~ o
- o

M~ -]
5888 RS
2222 i

%X%\\l ] N\

1.60

@ @
ot
-

—7.26
3.78
3.78
3.77
1.56

RAF-SSY-EPOXY(-) DIPT-1H

Current Data Parameters
ME RAF- SSY EPOXY( -) DIPT-1H

PHOCNO I
F2 - Acquisition Paramelers
Date_ 23112
Time 12.55h
INSTRUM specl
PROBHD  Z104450_0346 (
PULPROG 2g30
54274
SOLVENT cDciz
NS 5
DS
SWH 8223 685 Hz
FIDRES 0.303043 Hz
AQ 3.2998593 sec O
RG 64
DW 60.800 usec O
DE 6.50 usec
TE 158.8 K
D1 1.00000000 sec 1 OMe
TDO 1 =
SFO1 400.1324710 MHz
INUC1 1H O H
PO 5.00 usec
P1 15.00 usec
PLW1 9.69999981 W

F2 - Processing parameters

SF 400.1300090 MHz
WDW EM

SSB

LB 0.30 Hz

GB 0

PC 1.00

L

T
10 9 8 7 6 5 4 3

2 1 pPpm
] ] Q122 9|2 -
~lod el loile )
B
RAF-SSY-EPOXY(-) DIPT-13 ° NO®® _— 945 &
5 2888 §5 8 85 R
= NN a5 ¢ 88 I
Current Data Paramelers w/ | \ ’ | \/ |
NAME  RAF-SSY-EPOXY(-) DIPT-13C
EXPNOC 13
PROCNO 1
F2 - Acquisition Paramelers
Date_ 20231121
Time 1256 h
INSTRUM spect
FHOBHD Z104450, 0046(
ULPRO! zgpg30
65536
SOLVENT cDCI3
NS 20
Ds 0
SWH 26041 .666 Hz
FIDRES 0.794729 Hz
AQ 1.2582912 sec (0]
RG 1030 O
DwW 19.200 usec
'?EE 6.50 lEEC
158.8
Di 1.00000000 sec H OMe
D11 0.03000000 sec A
TDO 1 OH
SFO1 100.6238364 MHz
NUC1 13C
PO 3.33 usec
P1 10.00 usec
PLW1 47.00000000 W
SFO2 400.1316005 MHz
NUG2 1H
CPDPRG[2 wallz16
PCPD2 90.00 usec
PLW2 9.69999981 W
PLW12 0.26944000 W
PLW13 0.13552999 W
F2 - Processing parameters
sl 32768
SF 1006127760 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
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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ent-12: HRMS (ESI-TOF) m/z: [M + Na]" calcd for CoHi604Na 211.0941; Found 211.0932

x10%,
211.0932
1.57 (M+Na)+
1.4
1.3
1.2
1.1 (0]

a ?>\/\/\)J\
Y OMe

0.9 I

0.8 OH
0.7
0.6

0.5
0.4

0.3 212.0941
0.2 (M+Na)+

] bbbl ‘ 1

o~

T T T I T ! ! T I
205 206 207 208 209 210 211 212 213
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'H NMR (400 MHz, CD;0D) and '*C{'H} NMR (100 MHz, CD30D) of compound

[

Current Data Parameters
NAME  RAF- SSY QXILIPING) DIPT-1H

PROCNO Y
FZ - Au]ui:.inun Pammeter:i
125
|me 22 48 h
INSTRUM
r‘nOBHD 2104350, u:uS(
2930

RAF-SSY-OXILIPIN(-) DIPT-1

=] 2
~

wn

5.76
5.75
572

- O ® O W
KKooo
WG 00 -=r

\\W\\

88888

=

3

]
<

= FQNSNF
M OGSO
o o=

1 .58

o o
hEd g
LR

O SN 222

b
3

1. 31
0.92
0.90

B
(=]

PULPROG
D 54274
SOLVENT ~ MeOD
NS 25
DS 0
SWH B8223.685 Hz
FIDRES 0.303043 Hz
ﬁg 3.2998593 sec
161
DwW 60.800 usec OH OH
DE 6.50 usec
TE 1589 K
D1 1.00000000 sec ini
o0 oxylipin 1b
SFO1 400.1324710 MHz
NUC1 1H
PO 5.00 usec
P 15.00 usec
PLWA 9.69999981 W
F2 - Processing paramelers
S| 32768
SF 400.1300069 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
| —
T T T T T T T T T T T
10 9 8 7 6 5 4 3 2 1 ppm
=] B|2||R[= 5 s8] R
o (g o = |ci|©o L]
£
ﬁ 2 g n oK O~ ON w I~ MU O W=
o & a BRE ZQnERLEREBIEEBRIZERERT
- [ P 99239398340 ERg8E8ds
Curvent Dala Parameters . . . x
A " RAF SSY-OXILIPING) DIPT-190 RAF-SSY-OXILIPIN(-) DIPT-1
PROCNO '\
F2 - Acsuisiion Parameters
Date 20231126
Time 14 SB h
PROBHD. Z10448 oa4e(
1
PULPROG 2gpg30 OH O
SOLVENT MeOD H
NS
DS
SWH 26041.666 Hz
FIDRES 0.794729 Hz
AQ 1.2582912
A OH OH
DW 19.200 usec
_EE Gsm:(sec | . 1b
D1 1.00000000 sec OXy Ipln
D11 0.03000000 sec
TDo 1
SFO1  100.6238384 MHz
NUC1 13C
PO 3.33 usec
P 10,00 usec
PLW1 47.00000000 W
SFO2 400.1318005 MHz
NuUC2 1H
CPOPRGI2  waltz16
PCPD2 00 usec
PLW2 9.69099981 W
PLW12 0.26944000 W
PLWI3 013552998 W
F2 - Processing parameters
Sl 32768
SF 1006126268 MHz
WD EM
$5B 0
LB 1.00 Hz
GB 0
PC 1.40
ot U R —— i " N
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 o0 80 70 60 50 40 30 20 pPpmM|
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1b: HRMS (ESI-TOF) m/z: [M + Na]" calcd for CisH340sNa 353.2298; Found 353.2301

x10°

7.57
-
6.5
6
5.57
5
4.57
4—
3.5
3
2.5
72—
1.57
1
0.5
0-

353.2301
(M+Na)+

354.2336
(M+Na)+

355.

2384

(M=+N
0

Na)+

1 T | | | | | J |
348 349 350 351 352 353 354 355 356
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COSY and HSQC of compound 1b

RAF-SS8Y-0XY (-) -DIPT-

EXPND
PROCNO

F2 - Acquisitien Parameters
202

Current Data Parameters
NAME

RAF=SSY=0XY (=) =DIFT-COSY
1

1

bate_ 203
Time
INSTR spect.
PROBHD  2124627_0008 (
UL cosapppat
™ 2048
SOLVENT HeoD
P s £1.0
oS 0
2913.753 Hz
FIDRES 2.845462 Hz
A0 0.3514368 sec L1415
R 107.27 .
oW 171.600 usec
o £.50 usec
TE A
o0 0.00000300
ol 1100000800 see 2.0
o11 0.03000000 sec
D12 0.00002000 sec N
013 000000400 sec
D16 0.00020000 sec 25
mo 0.00034320 sec £
Toav 1 s
sEol 5001317008 Mz :
nueL 1 a
20 15.00 usec :
el 15.00 usec H 3.0
217 2500.00 usec 1
PLHL 9.39999962 W
PLH10 2134309990 W —
GenamM[1] 5MS010.100 3 3.5
cpzL 10.00 % 3 1 ¥ q [
16 100000 usec 1
F1 - Acquisition parameters -‘] .
™ 1024
sFoL 500.1317 Mz :’ r4.0
FIDRES 5.600024 Hz
su 5.826 ppm
FrMODE oF
F2 - Processing parameters 4.5
s1 024
sE 5001300000 Mz L
WO OSINE B -
sss 0 -
18 0 He 5.0
B 0 B
=3 1.40 .
F1 = Frocessing parameters
s1 1024 55
ncz oF -
SE 500.1300000 Mz —=
wou T
ss8 0
18 0 Hz 6.0
B 0
T T T T T T T T T T
6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 ppm
RAF-55Y-0XILIFIN (=) DIEFT-HSQC-R
Carzant Data Pazazate:
WIME RAF-ESY-ORILIPTN(=) CIFT-HSGC-2
e 13
oo 1
i = Acquimition Darasatecs
Data_ 20231211
Tima 1200k
x Pdad
FROBND  Z104450_0346 ~ '\ e I N y —
o 0 ¢ [ L — — ppm
o 204
sanvenT =3 T E—
s ]
os o E
= as7a. e 20
rimRes 2.510511 nz — t
- o360, -
= 208 - 30
o 103800 umme .
= Jpe—
= 6.0 K
stz 145000000
060008300 sc
= 300000000 e 40
o 0160172414 e
11 s
oig 000020000 =nc
ma 0 00003700
—
e H = 50
zeorTHs
=ro1 400.1313044 2z
== n
i 15.00 usec
w2 30,00 ussc ~ 60
Fua 4. 69999061 W
=ra2 100.6205611 2z
== 13c
craeRz(2 - E
&= P - 70
" 2000 umnc
ropn2 B0.00 ussc
w2 00000000 W
Pz 13438001 W -
el 1] o0 80
crz1 80.00 &
crmse[2] o100
crxa 20.
PE 100000 usec 90
Fi = Acquimition parssstecs
o 204
=ro1 100. 6206 3z
riomes 13106701 n= — 100
= i34.302 P
P v
I = Pzocmmsing paresatars
= " =110
=r 4001300095 sz
o asnE
= 2
T
= an - 120
e 140
i - Pzocmmsing paresstars
=
B echoeanviechs =130
=5 100.6126273 sz
- asTHE
== 2 — ¥
= 0ns =
= g 140
T T T T T T T T T T T T T
6.5 6.0 5.5 5.0 4.5 4.0 35 3.0 25 2.0 1.5 1.0 0.5 ppm
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'H NMR (400 MHz, CDCl3) and '*C{'H} NMR (100 MHz, CDCls) of compound 7

Current Data Parameters = koo Qo weTT R N T

NAME RAF-SM-333-1H 2833998 SREEEE i NRSSSEa3¥2 3 R08REER

EXPNO 1

PROCNO : N N ' e

F2 - Acquisition Parameters

Date 20231118

Time 17.18 h

INSTRUM Avance

PROBHD 2163739_0237 (

PULPROG zg30

TD 51724

SOLVENT CDC13

NS 8

Ds [}

SWH 8620.690 Hz

FIDRES 0.333334 Hz

AQ 2.9999919 sec

RG 22.6

bW 58.000 usec = OEt

DE 13.14 usec

TE 295.6 K

Dl 1.00000000 sec O

TDO 1

SFOl1 400.3024719 MHz

NUC1 1H

PO 2.67 usec

Pl 8.00 usec

PLW1 21,00099945 W

F2 - Processing parameters

SI 65536

SF 400.3000092 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

.N ,
T T T T T T T T T
12 1 10 7 5 4 3 2 1 ppm
] 5 E 1=t
=] =] - - oo
=
o +

Current Data Parameters § é = n88 8 IRB288358

NAME RAF-SM-333-13C L 3 o NI~ 8 85885823

EXPNO 3

PR : | | N | N4

F2 - Acquisition Parameters

Date 20231118

Time 17.21 h

INSTRUM Avance

PROBHD 2163739 0237 (

PULPROG 2gpg30

TD 65536

SOLVENT cbcls

NS 81

Ds ]

SWH 27777.778 Hz

FIDRES 0.847710 Hz

AQ 1.1796480 sec

RG 101

DW 18.000 usec MOEt

DE 6.50 usec

TE 296.1 K 6

D1 1.00000000 sec (@)

D11 0.03000000 sec

TDO 1

SFO1 100.6669898 MHz

NUC1 13cC

PO 2.67 usec

Pl 8.00 usec

PLW1 97.9079%9713 W

SFO2 400.3016012 MHz

NUC2 1H

CPDPRG[2 waltz65

PCPD2 90.00 usec

PLW2 21.00099945 W

PLW12 0.165%3000 W

PLW13 0.08346400 W

F2 - Processing parameters

S5I

SF 100. 6555196 MHz

WDW EM

SSB 0

1B 1.00 Hz

GB 0

PC 1.40

. L
T T T T T T T T T T T T
240 220 200 140 120 100 80 60 40 20 0 ppm
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7: HRMS (ESI-TOF) m/z: [M + Na]" Calcd for Ci3H240:Na 235.1669; Found 235.1670.

Irtens,
xl

1354670

\H/\/\H/O Et
0.8 6

0]

0.6
0.4

0.2

235.1361

0.0,

235.05 235.10 23515 235,20
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'H NMR (400 MHz, CDCl3) and '*C {'H} NMR (100 MHz, CDCls) of compound 13

Current Data Parameters = & Tocce s ~ =
NAME RAF-SM-329-1H Z8595E ZDRenERRARIRIIANANLNAERY
i NN =WV
F2 - Acquisition Parameters
Date_ 20231117
Time 17.12 h
INSTRUM Avance
PROBHD Z163739_0237 (
PULPROG zg30
TD 51724
SOLVENT CDC13
NS 13
Ds o
SWH 8620.690 Hz
FIDRES 0.333334 Hz
AQ 2.9999919 sec OH
RG 57 =
DW 58.000 usec -
DE 13.14 usec
TE 296.6 K \H/\:/\COQEt
D1 1.00000000 sec 6 =
TDO 1 OH
SFO1 400.3024719 MHz
NUC1 1H
PO 2.67 usec
Pl 8.00 usec
PLW1 21.00099945 W
F2 - Processing parameters
SI 65536
SF 400.3000093 MHz
WDW EM
SSB o]
LB 0.30 Hz
GB [/}
PC 1.00
T T T T T T T T T T T T T
12 Lk 10 9 8 7 6 5 4 3 2 1 ppm|
Ll = A o =] o=t ™
=
Current Data Parameters g o 8 3 r=\! 3 3 E g Q R_ E 8 2 'EE
NAME RAF-SM-329-13C = KRERR @ BB TS
PRocn i N WAV
PROCNO 1
F2 - Acquisition Parameters
Date_ 20231117
Time 17.33 h
INSTRUM Avance
PROBHD 2163739 0237 (
PULPROG zgpg30
TD 65536
SOLVENT cDCl3
NS 326
Ds 0
SWH 27777.778 Hz
FIDRES 0.847710 Hz
AQ 1.1796480 sec
RG 1
DW 18.000 usec OH
DE 6.50 usec -
TE 297.2 K -
Dl 1.00000000 sec
D11 0.03000000 sec Y CozEt
TDO 1 6 s
SFOl 100.6669898 MHz OH
NuCl 13c
PO 2.67 usec
Pl .00 usec
PLW1 97.90799713 W
SFO2 400.3016012 MHz
NUC2 1H
CPDPRG[2 waltzé65
PCPD2 90.00 usec
PLW2 21.00099945 W
PLW12 0.16593000 W
PLW13 0.08346400 W
F2 - Processing parameters
sI 32768
SF 100.6555185 MHz
WDW EM
85B 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T T T T T T
240 220 200 180 160 140 120 100 80 60 40 20 0 ppm
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13: HRMS (ESI-TOF) m/z: [M + Na]" Calcd for C13H2604Na 269.1723; Found 269.1727

Intens.

2694727

1500+

12504 OH

10004 OH

7504

5004

250 260.2083

269.2553

0.
268.7 268.8 268.9 269.0 269.1 269.2 269.3
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RAF-SM-412-1H

Current Data Parameters

Current Data Parameters

— 172,05

— 16747

T 16583
133,
133,
133,
130.
129,
129,
129,
129,12
128.50
12845
12841

<

— 61.82

NAME RAF-SM-412-1H
EXPNO 6
PROCNO 1
F2 — Acquisition Parameters
Date_ 20240327
Time 17.10 h
INSTRUM spect
PROBHD  Z104450_0346 (
PULPROG zg30
TD 54274
SOLVENT cDpel3 OBz
NS 13 -
DS 0 \
SWH 8223.685 Hz
FIDRES 0.303043 Hz WCOZEt
AQ 3.2998593 sec 6 =
RG 20.6 OBz
DW 60.800 usec
DE 6.50 usec
TE 163.3 K
D1 1.00000000 sec
TDO 1
SFO1 400.1324710 MHz
NUC1 1H
PO 5.00 usec
Pl 15.00 usec
PLW1 9.69999981 W
F2 — Processing parameters
SI 32768
SF 400.1300093 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
T T T T T T T T T T T 1
12 11 10 9 8 7 6 5 4 2 1 ppm
L o=t =||o o~ N ﬂ |
bR P 58825 8880k 33
RAF-SM-412-13C FrRERRN I EEEERET

NAME RAF-SM-412-13C
EXPNO 7
PROCNO 1
F2 - Acquisition Parameters
Date 20240327
Time 17.24 h
INSTRUM spect
PROBHD 2104450 0346 ( OBz
PULPROG zgpg30 =
D 65536 '
SOLVENT cDC13
NS 350 Y CO2Et
Ds ] 6 =
SWH 26041.666 Hz
FIDRES 0.794729 Hz OBZ
AQ 1.2582912 sec
RG 0
DW 19.200 usec
DE 6.50 usec
TE 163.3 K
Dl 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFOl1 100.6238364 MHz
NUC1l 13C
PO 3.33 usec
Pl 10.00 usec
PLW1 47.00000000 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 90.00 usec
PLW2 9.69999981 W
PLW12 0.26944000 W
PLW13 0.13552999 W
F2 - Processing parameters
sI1 32768
SF 100.6127741 MHz
WDW EM
SsB o
LB 1.00 Hz
GB 0
PC 1.40
" " " ——— L
T T T T T T T T T T T T T T T T T T T T T T
230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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13': HRMS (ESI-TOF) m/z: [M + Na]" calcd for C27H34NaOs 477.2248; Found 477.2249.

Intens.
x106
1,754 47742245
1.004 (_) Bz
v
Y con
OBz
0,751
0.501
0.251
0.00. T T T T
477.10 477.15 477.20 477.25
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HPLC chromatograms of racemic and chiral 13’

Chromatogram
1 F——— RAF-SM-DIBENZOATE-ASY-1%-IC-1F - CHY
1100000 | N
1000000 5
OBz
g WCOQH
= OBz
g 500000
0 AN — T ——
T L e e
0.0 5.0 10.0 15.0 20.0 25.0 300 330
# |Peak Name|CH|tR [min]|Area [uV-sec]|Height [uV]]| Area% |Height%| Quantity | NTP | Resolution | Symmetry Factor|Warning
1| Unknown 9 13.233 60237946 1132379]50.146] 55.394 N/AL1242 5.087 0.927
2| Unknown 9 21.657 59886137 911843]149.854| 44606 N/A|2269 N/A 1.098
Total 120124083 2044222 0.00000
Chromatogram
4000001 1 |——— RAF-SM-DIBENZOATE-ASY-1%-1F-IC - CHY|
OBz
300000 :
= | OBz
£ 200000
S 1 98% ee
E
100000
_ y2
0 Y
7 T ‘ T T T T T T T T T T T I T T T T T T T T T
0.0 5.0 10.0 15.0 20.0 25.0 30.0
# |Peak Mame|CH|tR [min]|Area [uV-sec] |Height [uV]]| Area% |Height% | Quantity | NTP | Resolution| Symmetry Factor|Warning
1| Unknown 9 14.467 19530235 398402199.040| 98.973 N/A]1800 6.910 0.913
2| Unknown 9 23.547 189258 4135] 0960 1.027 N/A|5490 N/A 0.979
Total 19719493 402537 0.00000
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'H NMR (500 MHz, CDCl3) and '*C{'H} NMR (100 MHz, CDCl) of compound 14

Current Data Parameters Sc-2ERRREEIRERRERELRZZE5R998385488
NAME RAF-SM-338-P-1H b A B R At s i s sl
EXPNO 9 N R Ny
PROCNO 1
F2 - Acquisition Parameters
Date_ 20231122
Time 13.12 h
INSTRUM spect
PROBHD 2124627_0008 (
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 25
Ds 0
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 30.72
DW 50.000 usec COZEt
DE 6.50 usec
TE 295.2 K
D1 1.00000000 sec
TDO 1
SFOl 500.1330885 MHz
NUC1 1H
PO 5.00 usec
Pl 15.00 usec
PLWL 9.399999%62 W
F2 - Processing parameters
SI 65536
SF 500.1300134 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
, 4 Y

T
12 1 10 9 8 7 6 5 4 3 2 1 0 ppm

1.90 =
2.57 =

Current Data Parameters
[NAME RAF-SM-334-13C

[EXPNO 3
[PROCNO 1 \ W

[F2 - RAcquisition Parameters

17141
110.73
7731
77.00

79.16
79.01
76.68

— 5232
3344
3183
29.50
2042
2020

Date 20231118
Time 21.24 h
INSTRUM Avance
[PROBHD  Z163739 0237 (
[PULPROG zgpg30

TD 65536
[SOLVENT CcDC13

NS 323

DS 0

[SWH 27777.778 Hz
[FIDRES 0.847710 Hz
[aQ 1.1796480 sec
IRG 101

DW 18.000 usec
DE 6.50 usec
TE 295.%9 K

D1 1.00000000 sec
D11l 0.03000000 sec
TDO 1
SFOL 100.6669898 MHz
NUC1 13c

PO 2.67 usec
[P1 8.00 usec
[PLW1 57.90799713 W
SFO2 400.3016012 MHz
[NuCc2 H
CPDPRG [2 waltz65
[PCPD2 90.00 usec
[PLW2 21.00099945 W
[PLW12 0.16593000 W
[PLW13 0.08346400 W
[F2 - Processing parameters
ST 32768

SF 100.6555184 MHz
|WDW EM

SSB 0

LB 1.00 Hz
GB 0

[pC 1.40

" e L II | ‘ H " -
T T T T T T T T T T T T T T
240 220 200 180 160 140 120 100 80 60 40 20 0 ppm
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14: HRMS (ESI-TOF) m/z: [M + Na]* Calcd for C16H3004Na 309.2036; Found 309.2035

Intens.
x10%

3092035

2.0

0.5

309.2906

0.0

308.8 308.9 309.0 309.1 300.2 309.3
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'H NMR (400 MHz, CDCl3) and '*C{'H} NMR (100 MHz, CDCls) of compound 6

Current Data Parameters

o ~ 0o oo ~ oK oo N- ~ 0
NAME RAF-SM—-341-1H B NN R I AR AR IS RANAAREEY
EXPNO 1
PROCNO 1 SNy Y NV
F2 - Acquisition Parameters
Date_ 20231124
Time 15.11 h
INSTRUM Avance
PROBHD 2163739_0237 (
PULPROG zg30
TD 51724
SOLVENT CcDCcl3
NS 19
DS 0
SWH 8620.690 Hz
FIDRES 0.333334 Hz
AQ 2.9999919 sec
RG 45.2
DW 58.000 usec
DE 13.14 usec
TE 296.3 K
D1 1.00000000 sec
TDO 1
SFO1 400.3024719 MHz
NUC1 1H
PO 2.67 usec
Pl 8.00 usec
PLW1 21.00099945 W
F2 - Processing parameters
SI 65536
SF 400.3000093 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
1 N/ L
T T T T T T T T T T T T
12 1 10 9 8 7 6 5 4 3 1 0 -1 ppm
Hel A e
=] o|le al e FNNﬁﬂ
& R g pye——— 2ICTNRZD3R
Current Data Parameters ] o @ ~omo® AR TNNDNC DO
NAME RAF-SM-341-13C 2 = = Y8kkR SHAAREEHT
EXPNO 3
: | . N ~\
F2 - Acquisition Parameters
Date_ 20231124
Time 15.18 h
INSTRUM Avance
PROBHD 2163739_0237 (
PULBROG zgpg30
TD 65536
SOLVENT cDCl3
NS 202
DS 0
SWH 27777.778 Hz
FIDRES 0.847710 Hz
AQ 1.1796480 sec
RG 101
DW 18.000 usec
DE 6.50 usec
TE 296.8 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6669898 MHz
NUC1 13c
PO 2.67 usec
Pl 8.00 usec
PLW1 97.90799713 W
SFO2 400.3016012 MHz
Nuc2 18
CPDPRG[2 waltze5
PCPD2 90.00 usec
PLW2 21.00099945 W
PLW12 0.16593000 W
PLW13 0.08346400 W
F2 - Processing parameters
SI 32768
SF 100.6555176 MHz
WDW EM
SSB ]
LB 1.00 Hz
GB 0
PC 1.40
e " -
T T T T T T T T T T T T T
240 220 200 180 160 140 120 100 80 40 20 0 ppm
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6: HRMS (ESI-TOF) m/z: [M + H]" Calcd for C15H290, 241.2162; Found 241.2161

Cpd 1: C15 H28 02; 0.273: + FBF
525 a0
5
4,757
4.5
4,257
—
3.75
3.5
3.25
.
2,75
2.5
2,25
.
1.75
1.5
L.257 240.2037
1 M+
0.75
0.5
0.25

x10*,

242.2170
(M+

I I I I I
239 240 241 242 243
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'"H NMR (400 MHz, CD;0D) and *C {!H} NMR (100 MHz, CD;0D) spectra of compound 1¢

Current Data Parameters

NAME RAF-SM-350-P-1H P R iR R ke R e R R I I T I e e e O s s
EXPNO 8 s e NPy
PROCNO 1 \x\x
F2 - Acquisition Parameters
Date_ 20231209
Time 23.38 h
INSTRUM spect
PROBHD Z2104450_0346 (
PULPROG zg30
TD 54274
SOLVENT MeOD
NS 100
DS 0
SWH 8223.685 Hz
FIDRES 0.303043 Hz
AQ 3.2998593 sec
RG 161 L.
DW 60.800 usec oxylipin 1¢
DE 6.50 usec
TE 155.9 K
D1 1.00000000 sec
TDO 1
SFOl 400.1324710 MHz
NUC1 1H
PO 5.00 usec
Pl 15.00 usec
PLW1 9.69999981 W
F2 - Processing parameters
SI 32768
SF 400.1300076 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
o
T T T T T T T T T T T T
13 12 11 10 8 7 6 5 4 3 2 1 0
- bl =1 B o Qe o
Current Data Parameters § ?ﬁ 33 THR2RELeRR232 B8RRI
INAME RAF-SM-350-P-13¢C a2 » ERR 2223929883333 3K88A
Exewo : | N e N N
F2 - Acquisition Parameters
Date_ 20231210
Time 12.04 h
INSTRUM spect
PROBHD 2104450_0346 (
PULPROG zgpyg30
TD 65536
SOLVENT MeOD
1E] 19286
Ds 0 L
swH 26041, 666 Hz R oxylipin 1¢
FIDRES 0.794729 Hz E
|AQ 1.2582912 sec T
RG 1030
DW 19.200 usec
DE 6.50 usec
TE 155.8 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
[SFO1 100.6238364 MHz
INUC1 13¢c
PO 3.33 usec
Pl 10.00 usec
PLW1 47.00000000 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzlé .|‘
pcep2 50.00 usec MU'\‘&'VW Wi MMH’.
PLW2 9.69999981 W I h‘ t ]
PLW12 0.26944000 W
PLW13 0.13552999 W
T T T T
F2 - Processing parameters 179 178 177 176 ppm
ST 32768
SF 100.6126180 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
I e " | |
T T T T T T T T T T T T T T T T T T T T T T T T T
230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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COSY and HSQC of compound 1c¢

RAF-SM-350-P-HHCOSY

raneil (aw Paarnste: s

FAAME AP 0P H RO
HEPsS [}

AROCR 1

aah
TR

EROBD T R

By cam

AOLVENT [T

2] '

1 i ——
A TRy 1
FDREy 1)

AG 0GR e

=] [ e
o 1900 s -

& s -
™ SEH Q\
=] AR

Bl ) MRS e

Bl O }
[T ol =+ —
A -

Tews i

aron A

21 ]

] 1500 eums

" TR s

s -

L (v dming —

- -l 1 i
Fucoe "9

:p " pomssin |

i

A »

o anr

aa )

X (L]

- n

L] L] 1

BBy o estain —— L
1

=.I.'i [

fow =T~ :

e [) 1

e LI

- n ¥

ST

Fa
Fa
P8

7 6 5 4 0 ppm
RAF-SM-350-P-HSQC ’
. | *,,_ il
S, ' . AL
E..- Tél‘":. L. . I N 0 1 Al Jh ¥ - I‘ PPm
= | o
o e |
os ]
Toas Tl
B R
B S — - 20
?l ?mm" — SR S
fEms : I e — =
= | v
i el .
B AL .
" o
A e —
(2] LT
L s
R .
= 1! "
= =
I OH o 120
Lmnw_lﬂ -
& S —~ Y ; “oH
@ —— SH OH

140
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1c: HRMS (ESI-TOF) m/z: [M + Na]" Calcd for C1gH340s5Na 353.2298; Found 353.2296

Intens. |
x10°
3532296
'!
1.59 !I
| OH (0]
! = OH
| 6 5 ’
{ OH OH
|
1.0 \
|
|
|
|
0.5 |‘ l'i
[
i
11
,":l I\
.‘Ill !' Il\'
) |\
ool — R _ —
353.0 3531 353.2
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H NMR (400 MHz, CD;0D) and *C{'H} NMR (100

MHz, CDs;0D) spectra of compound 1d

Current Data Parameters

NAME RAF-SM—-352-PURE-1H

EXPNO 10

PROCNO 1

F2 - Acquisition Parameters

Date_ 20231231

Time 0 h

INSTRUM Avance Neo 400

PROBHD Z163739_0226

PULPROG zg30 OH (0]

D 51724 H

SOLVENT MeOD

NS 200 s 2 , OH

Ds 0 ~ ~

SWH 8620.689 Hz OH OH

FIDRES 0.333334 Hz

AQ 2.9999919 sec oxylipin 1d

RG 101

DW 58.000 usec

DE 13.14 usec

TE 294.5 K

D1 1.00000000 sec

TDO 1

SFO1 400.1324708 MHz

NUC1 1H

PO 2.67 usec

Pl 8.00 usec

PLW1 25.07999992 W

F2 — Processing parameters

SI 65536

SF 400.1300077 MHz

WDW 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
12 11 10 9 8 7 6 5 4 3 2 1 0

Current Data Parameters

g g3 ERERY SRS NRINEYY
g | [armsw-asa-rdRE-lsc E g5 EOR2239990E G088 88R T
PROCNO 1 | | \/ / M \\\I W%//
F2 - Acquisition Parameters
Date_ 20231231
Time 19.14 h
INSTRUM Avance Neo 400
PROBHD 2163739_0226 (
PULPROG 2gpg30
™D 65536
SOLVENT MeOD
NS 30750
DS 2
SWH 27777.777 Hz
FIDRES 0.847710 Hz
aQ 1.1796480 sec
RG 101
DW 18.000 usec OH (0]
DE 6.50 usec B
TE 295.1 K
Dl 1.00000000 sec - Z OH
D11l 0.03000000 sec 6 = = 3
TDO 1
sFol 100. 6242384 MHz OH OH
Nucl 13c
PO 3.41 usec iDi
Pl 10.22 usec OXyllpln 1d
PLW1 75.00000000 W
sFoz 400.1316005 MHz
Nucz 18
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 100.6126172 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
240 220 200 180 160 140 120 100 80 60 40 20 0 ppm
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COSY and NOESY of compound 1d

RAF-SM-352-CO5Y

Curzest Data Farssstacs
AT AT = FH= 33 - 00T
]

T
e y
Fi = AoqELELtics Faramstars i
Cutn InA4LE2
3,80 &

Tims
ENITRDN Avakss Moo 850
FRORED  ELENT3E_A3NE

i L
FULFRDS conripERat 0.5
™ 2048

SALVENT |

e T J

pa I —— L

e WEH_£89 Nx 1.0
FiceEs B ALE6dE Bz {

A0 D LIFTEAD ec e

i 18 —— 5

on R

oe 6.5 uned - r1.5
] H34.5 K -

oo 9.9040330 nec |

51 3.G0403050 see

81 8.8302050 ses

[ 40000080 aes | 2.0
013 Q.G0I0NED sec ]

o 0. 904EI0R0 nec ]

i 9.90315 163 smr ———,

Thaw

are A6 13EdTEE HER | 25
= u |

" |

" |

1

e 3.0
Fws |

G L] )

crnl 5 O 4

e 130550 wrac

3.5

smsmsmsn i DEERBCE BINEHITON semsanm
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1d: HRMS (ESI-TOF) m/z: [M + Na]" Calcd for C1sH3405Na 353.2298; Found 353.2302
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