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EXPNO 9
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F2 - Acquisition Parameters
Date_ 20210119
Time 18.04
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 54274
[SOLVENT CDCI3
NS 17
DS 0
SWH 8223.685 Hz
FIDRES 0.151522 Hz
IAQ 3.2998593 sec
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NAME RAF-DS-87-13C

EXPNO 10

PROCNO 1

F2 - Acquisition Parameters

Date_ 20210119

Time 18.05

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zgpg30

TD 65536

SOLVENT CDCI3

NS 33 o,

o y I/\/\

SWH 26041.666 Hz

FIDRES 0.397364 Hz O H

AQ 1.2582912 sec

RG

DW 19.200 usec

DE 6.50 usec

TE 297.5K

D1 1.00000000 sec

D11 0.03000000 sec

TD 1

-2.00 dB

PLIW 56.53121948 W

SFO1 100.6238364 MHz
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PL2 -1.00 dB

PL12 13.69 dB
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'H NMR (500 MHz, CDCls) and **C{'H} NMR (125 MHz, CDCls) of Compound 11
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EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20210125
Time 8.21
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930
TD 65536
SOLVENT CDCI3
NS 7
DS
SWH 10000.000 Hz
FIDRES 0.152588 Hz
IAQ 3.2767999 sec
RG . O/,
DW 50.000 usec I/\/\
DE X
DE 6 59 usec OTBS
D1 1.00000000 sec
[TDO 1
== = CHANNEL f1 =
SFO1 500.1330885 MHz
INUC1 1H
P1 13.35 usec
PLW1 16.00000000 W
F2 - Processing parameters
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SF 500.1300138 MHz
DW EM
SSB 0
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IGB 0
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F2 - Acquisition Parameters
Date_ 20210125
Time 8.22
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 5536 |
SOLVENT CDCI3
NS o,
bs 0 I/\/\
SWH 29761.904 Hz
FIDRES 0.454131 Hz OTBS
AQ 1.1010048 sec
RG 197.27
DW 16.800 usec
DE 6.50 usec
TE 294.5 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
= CHANNEL f1 =
125.7703637 MHz
8.90 usec
103.00000000 W
= CHANNEL f2 ==
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 80.00 usec
PLW2 16.00000000 W
PLW12 0.44556001 W
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Current Data Parameters
INAME RAF-DS-92-1H
1

EXPNO

PROCNO 1

F2 - Acquisition Parameters
Date_ 2021012

Time 17.55
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2g30

TD 65536
ISOLVENT CDCI3

NS 11

DS 0

SWH 10000.000 Hz
FIDRES 0.152588 Hz
IAQ 3.2767999 sec

RG 30.72

DW 50.000 usec

DE 6.50 usec

TE 299.6 K OH

D1 100000000 sec \/_\/\
OTBS

SFO1 500.1330885 MHz
NUC1 1H

P1 13.35 usec
PLW1 16.00000000 W

F2 - Processing parameters

S| 65536
SF 500.1300130 MHz
\WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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F2 - Acquisition Parameters
Date_ 20210129
Time 17.56
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 5!
SOLVENT CDCI3
NS 58
DS 0
SWH 29761.904 Hz OH
FIDRES 0.454131 Hz \ =
AQ 11010048 sec \\/\/\
RG 197.27
DW 16.800 usec OTBS
DE 6.50 usec
TE 299.5K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 =======
SFO1 125.7703637 MHz
NUC1 13C
P1 8.90 usec
PLW1 103.00000000 W
======== CHANNEL {2 =======
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 80.00 usec
PLW2 16.00000000 W
PLW12 0.44556001 W
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[Current Data Parameters
NAME ~ RAF-DS-DIOL-1H
1

EXPNO

PROCNO 1

F2 - Acquisition Parameters
Date_ 20210210

Time 4.19

INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930

[TD 54274
ISOLVENT CDCI3
NS 18

DS 0

SWH 8223.685 Hz
FIDRES 0.151522 Hz
A 3.2998593 sec
R 36

DW 60.800 usec
DE 6.50 usec
TE 302.2 K

D1 1.00000000 sec
[TDO 1

P1 14.75 usec

PL1 -1.00dB

PLIW 10.56200695 W
SFO1 400.1324710 MHz

F2 - Processing parameters
S| 32768

ISF 400.1300099 MHz

DW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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NAME  RAF-DS-DIOL-13C

EXPNO 2

PROCNO 1

F2 - Acquisition Parameters

Date_ 20210210

Time 4.22

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zgpg30

TD 65536

SOLVENT CDCI3

NS

DS 0

SWH 26041.666 Hz

FIDRES 0.397364 Hz

AQ 1.2582912 sec

RG 1030

DW 19.200 usec

DE 6.50 usec

TE 302.7 K

D1 1.00000000 sec

D11 0.03000000 sec

TDO 1

SFO1 100.6238364 MHz

= = CHANNEL 2

CPDPRGI[2 waltz16

NUC2 1H

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 13.69 dB
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IH NMR (500 MHz, CDCls) and **C{'H} NMR (125 MHz, CDCls) of Co
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NAME  RAF-DS-103-1H

EXPNO 4

PROCNO 1

F2 - Acquisition Parameters

Date_ 20210215

Time 8.11

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zg30

TD 65536
[SOLVENT CDCI3
NS 16

DS 0
SWH 10000.000 Hz
FIDRES 0.152588 Hz
IAQ 3.2767999 sec
RG .
DW 50.000 usec
DE 6.50 usec
[TE 2959 K
D1 1.00000000 sec
[TDO 1

= CHANNEL f1 =
ISFO1 500.1330885 MHz
INUC1 1H
P1 13.35 usec

PLW1 16.00000000 W
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55!
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D
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GB 0
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NAME  RAF-DS-103-13C
EXPNO 5
PROCNO 1

F2 - Acquisition Parameters
Date_ 20210215

Time 8.35
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

TD 6
SOLVENT CDCI3
NS 1024

DS 0

SWH 29761.904 Hz
FIDRES 0.454131 Hz
A

Q 1.1010048 sec
RG 97.27
bw 16.800 usec
DE 6.50 usec
TE 296.8 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1

CHANNEL f1
125.7703637

8.90 usec
PLW1 103.00000000 W

= CHANNEL f2 = ==
500.1320005 MHz
1H

NUC:

CPDPRG[2  waltz16
PCPD2 80.00 usec
PLW2 16.00000000 W
PLW12 0.44556001 W
PLW13 0.22411001 W

F2 - Processing parameters
SI 32768

SF 125.7577952 MHz
WD! EM

SSB

LB 1.00 Hz
GB

PC 1.40
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*H NMR (500 MHz, CDCl) and **C{’H} NMR (125 MHz, CDCk) of Co
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3.962

EXPNO 15
PROCNO 1

F2 - Acquisition Parameters
Date_ 20210220
Time 2214
INSTRUM spec
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT CDCI3

NS

DS 0

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 69.35

DW 50.000 usec
DE 6.50 usec

TE 300.8 K

D1 1.00000000 sec
TDO 1

SFO1 500.1330885 MHZ
NUC1 1H

P1 13.35 usec
PLW1 16.00000000 W

F2 - Processing parameters
S| 65536

SF 500.1300142 MHz
WDW EM

SSB 0
LB 0.30 Hz
GB 0
PC 1.00
A A
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[NAME ~ RAF-DS-CYCLISATION-13C
EXPNO 16
[PROCNO 1
F2 - Acquisition Paramelevs
Date. 0210220
Time 22.15
INSTRUM spect
[PROBHD 5 mm PABBO BB/
PULPROG zgpg30 O

TD 65536
[SOLVENT CDCI3
NS 17

DS 0

SWH 29761.904 Hz
FIDRES 0.454131 Hz
IAQ 1.1010048 sec
RG 197.27

DW 16.800 usec
DE 6.50 usec
[TE 300.9 K

D1 1.00000000 sec

D11 0.03000000 sec
1

= = CHANNEL f1 =:
SFO1 125.7703637 MHz
13C

P 8.90 usec
PLW1 103.00000000 W

= CHANNEL f2 =:
SFO2 500.1320005 MHz
Cc2 1H

INU

CPDPRG[2 waltz16
PCPD2 80.00 usec
PLW2 16.00000000 W
PLW12 0.44556001 W
PLW13 0.22411001 W

F2 - Processing parameters
32768

SI

SF 125.7577962 MHz
jwDw EM

SSB 0

LB 1.00 Hz
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H NMR (400 MHz, CDCls) and **C{'H} NMR (100 MHz, CDCls) of Compo
T8 RO 0 0RO NN NOS SO rORNEBIANSESDRErrON B
AR RAE R IR F R R R E R R R R A L R R R R R R

RAF-DS-ALLYL-1H

Current Data Parameters
NAME  RAF-DS-ALLYL-1H

EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20210607
Time 1951 h
INSTRUM Avance
PROBHD Z163739_0237 {
PULPROG zg30
TD 51724
SOLVENT CDCI3
NS 19
Ds 0
SWH 8620.689 Hz
FIDRES 0.333334 Hz
AQ 29999919 sec
RG 101
Dw 58.000 usec
DE 13.14 usec
TE .
D1 1.00000000 sec
TDO 1
SFC1 400.3024719 MHz
NUCH
PO 267 usec
P1 8.00 usec
PLWI1 21.61000061 W
F2 - Processing parameters
SI 65536
SF 400.3000095 MHz
wDwW EM
SSB 0
LB 0.30 Hz
GB 0
RC 150
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NAME  RAF-DS-ALLYL-13C
3

EXPNO

PROCNO 1

F2 - Acquisition Parameters
Date_ 0210607
Time 20.30h

INSTRUM Avance
PROBHD Z163739_0237 (
PULPROG zgpg30
TD 65536
SOLVENT CDCI3

NS 1024

DS 0

SWH 27777.777 Hz
FIDRES 0.847710 Hz
AQ 1.1796480 sec
RG 101

DW 18.000 usec
DE 6.50 usec
TE 299.0 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 98.44999695 W
SFO2 400.3016012 MHz
1H

NU

CPDPRGJ[2 waltz65
PCPD2 90.00 usec
PLW2 21.61000061 W
PLW12 0.17075001 W
PLW13 0.08588400 W
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H NMR (400 M

Current Data Parameters
NAME RAF-DS-144-II-1H

EXPNO 9

PROCNO 1

F2 - Acquisition Parameters

Date_ 20210803

Time 0.03h

INSTRUM spect

PROBHD Z104450_0346 ( O (o)
PULPROG 2930

D 54274

SOLVENT cDCI3

NS

DS 0

SWH 8223.685 Hz

FIDRES 0.303043 Hz H
AQ 3.2998593 sec

RG 161

DW 60.800 usec Obolactone

DE 6.50 usec

TE 295.6 K

D1 1.00000000 sec This work
TDO 1

SFO1 400.1324710 MHz
1H

NUC.
PO 5.00 usec
P1 15.00 usec

PLW1 9.69999981 W
F2 - Processing parameters
SI 32768

SF 400.1300101 MHz
WDW EM

SSB

0
LB 0.30 Hz
GB 0

o | N

T T T T T T T T T T T T T T T T T T T T 1
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Chemical Formula: CygH1504
Molecular Weight: 310,34

P. Walleser, R. Brickner, Org. Lett. 2013, 15, 1294.
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13C{"H} NMR (100 MHz, CDCI5) of Obolactone (1) and reported spectra
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NAME  RAF-DS-144-11-13C
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20210802
Time 20.26 h
INSTRUM Avance O O
PROBHD 7163739_0237 (
PULPROG 2gpg30
TD 65536
SOLVENT CDCI3
NS 375
DS 0
SWH 27777.777 Hz
FIDRES 0.847710 Hz H
AQ 1.1796480 sec
RG 74.7889
DW 18.000 usec
oE a0 Obolactone
TE 299.6 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 98.44999695 W
SFO2 400.3016012 MHz
NUC2 1H
CPDPRG[2  waltz65
PCPD2 90.00 usec
PLW2 21.61000061 W
PLW12 0.17075001 W
PLW13 0.08588400 W
F2 - Processing parameters
SI 32768
SF 100.6555175 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Chemical Formula: CgH1504
o Molecular Weight: 310,34
o
P. Walleser, R. Brickner, Org. Lett. 2013, 15, 1294.
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Current Data Parameters
NAME  RAF-DS-144-I-1H

EXPNO

PROCNO 1

F2 - Acquisition Parameters

Date_ 210804

Time 12.56 h

INSTRUM spect

PROBHD Z104450_0346 ( O O
PULPROG 2930

TD 54274
SOLVENT CDCI3
NS 18

DS 0

SWH 8223.685 Hz A A
FIDRES 0.303043 Hz O Z =

AQ 3.2998593 sec H H

RG 161

DW 60.800 usec .

_I?E 6.50 usec 6-epl-ObO|aCt0ne

DI 1.00000000 sec

D0 1 .

SFOL  400.1324710 MHz This work
NUCL 1H

PO 5.00 usec

Pl 15,00 usec

PLW1  9.69999981 W

F2 - Processing parameters

si 32768

SF 400.1300214 MHz
WDW EM

D
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
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(S)-6-{[(R)-4-Oxo0-6-[(E)-styryl]-3,4-dihydro-2H-pyran-2-yljmethyl}-5,6-dihydro-2H-pyran-2-one (epi-13) in CDCI; (400.1 MHz)

Chemical Formula: CgH1504
Molecular Weight: 310,34

o P. Walleser, R. Brickner, Org. Lett. 2013, 15, 1294.
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1 ’
13C{"H} NMR (100 MHz, CDCIs) of 6-epi-Obolactone (1') and reported spectra
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Current Data Parameters

NAME  RAF-DS-144-]-13C

EXPNO 11

PROCNO 1

F2 - Acquisition Parameters

Date ' 20210804 (@) (@]

Time 13.11h

INSTRUM spect

PROBHD 7104450_0346 (

PULPROG zgpg30

TD 5536

SOLVENT CDCI3

NS 382 A

DS 0 Z

SWH 26041.666 Hz )

FIDRES  0.794729 Hz H

AQ 1.2582912 sec

RG 1030 .

oW 19.200 usec 6-epi-Obolactone

DE 6.50 usec

TE 296.5 K

D1 1.00000000 sec .

Dl 0.03000000 sec This work

TDI 1

SFO1 100.6238364 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 9.69999981 W

PLW12 0.26944000 W

PLW13 0.13552999 W

F2 - Processing parameters

SI 32768

SF 100.6127739 MHz

WD EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40
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epi-13 continued (in CDCl3; 100.6 MHz):

144.745

Chemical Formula: CygH;g04
Molecular Weight: 310,34

P. Walleser, R. Brickn

er, Org. Lett. 2013, 15, 1294.




'H NMR (500 MHz, CDC
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Current Data Parameters

NAME  RAF-PK-07-829-1H
EXPNO 1"
PROCNO 1

F2 - Acquisition Parameters
Date_ 20210403
Time 22.25
INSTRUM spect
PROBHD 5 mm PABEC BB/
PULPROG 930

TD 65536
SOLVENT CDCI3

NS 5

DS 0

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 15.73

DW 50.000 usec
DE 6.50 Usec

TE 2949 K

D1 1.00000000 sec
TDO 1

SFO1 500.1330885 MHz
NUCH 1H

P1 13.35 usec
PLW1 16.00000000 W

F2 - Processing parameters
Sl 65536

SF 500.1300000 MHz

OH

.|IO
I

OTBS

13C{'H} NMR (125 MHz, CDCls) of Compound 6b
© SO NSO NOCOROOWLOTOWNODW W= NS D NNOoMm 3]
N O O STOONNCTIONODBLOLANANTOCINTONNTTODIDON~O N
D IN NN DNNURIO~TIITIIICCOSOCATNURERRERRRERR A"
DN Mmom Mmool NN NN NN NN NANNrTFTFEFEFrFTFTrFrEFETrFTFEIETEIET OO

r
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12 11 10 9 7 6 ppm
~-le S| e|e|= c| el [e|e - =]
oiled lelele oil ledl loiled o ©
RAF-PK-07-829-13C g §8% CR-E - R N -wo Wn ~ o
- 0 O W0 raadarrmcde SR o w o
< R [ RN - DN =0 © o
- - - RN S S S SO MmO NN ~ 7
Gurent Data Parametes N/ NS YRRV \V;
NAME  RAF-PK-07-829-13C
EXPNO 12
PROCNO 1
F2 - Acquisition Parameters
Date_ 20210403
Time 22,26
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 6 OH
DS o
SWH 29761.904 Hz OH
FIDRES 0.454131 Hz =
AQ 1.1010048 sec % R
RG 197.27 OTBS
DwW 16.800 usec
DE 6.50 usec
TE 2949 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1
= == CHANNEL 1
SFO1 125.7703637 MHz
NUC1 13C
P1 8.90 usec
PLW1 103.00000000 W
== CHANNEL f2 ===
SFO2 500.1320005 MHz
NUC2 1H
T T T I | T T T T | | T T T | I T T I 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

S13



H NMR (500 MHz, CDCls) and **C{'H} NMR (125 MHz, CDCls) of Compound 12b
OWVOSTOTRARLANNMNNNDrErNToSONULULLEFDNrFOONSHONTOWLOVINEDONDT O
RAF-PK-07-834-1H A RRREEEEEE R R R R R R R R R R R LS

S e

Current Data Parameters
NAME  RAF-PK-07-834-1H

EXPNO 13

PROCNO 1

F2 - Acquisition Parameters

Date_ 20210403

Time 22.30 O

INSTRUM spect

PROBHD 5 mm PABBO BB/ OH
PULPROG zg30 =

TD 65536
%

SOLVENT CDClz
8

NS

ne 8 OTBS
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 30.72

bw 50.000 usec
DE 6.50 usec

TE 294.7 K

D1 1.00000000 sec
TDO 1

= = CHANNEL f1 ==
SFO1 500.1330885 MHz
NUC1 1H

P1 13.35 usec
PLW1 16.00000000 W

F2 - Processing parameters
S| 65536

SF 500.1300000 MHz
wWDwW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
PR U S N S
T T T T T T T T T T T T T T
12 11 10 9 8 7 6 4 3 2 1 0 ppm
g3 GEeE fRE B B @
ollen le=lels oilailled o -] ©

[¥] 0 MmO

@ S Sus & 88385 2 5 8 RKkgx 8 2%

- - - N S -] < M ANNN - W

RAF-PK-07-834-13C N/ | ANNAT TN %

Current Data Parameters
NAME  RAF-PK-07-834-13C
EXPNG 14
PROCNO 1 O
F2 - Acquisition Parameters
Date_ 20210403
Time 22.30 QH
INSTRUM spect N =
PROBHD 5 mm PABBO BB/ AN
PULPROG Zgpg30
™o 65536 OTBS
SOLVENT cbci3
NS 12
DS 0
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 197.27
DW 16.800 usec
DE 6.50 usec
TE 2948 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1

SFO1 125.7703637 MHz

NUC1 13C
P1 8.90 usec
PLW1 103.00000000 W

= === CHANNEL 12 ==
SFQ2 500.1320005 MHz
NUC2 1H

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 0 ppm
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'H NMR (500 MHz, CDClIs) and 13C{1H} NMR (125 MHz, CDCls) of Compound 5b

WO RO~~~ OrN OO NN TN NNONDLDIIMNOONOONANTRDOOORNRDR MDD NRMONNNSMO S O
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RAF-PK-07-917-1H

Current Data Parameters
NAME  RAF-PK-07-917-1H

EXPNO 5
PROCNOC 1

F2 - Acquisition Parameters
Date_ 20210615

Time 16.23
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT CDCI3
NS 11

DS 0

SWH 10000.000 Hz

FIDRES 0.152588 Hz

AQ 3.2767999 sec

RG 61.42

DwW 50.000 usec

DE 6.50 usec

TE 296.8 K

D1 1.00000000 sec

TCO 1

= == CHANNEL f1 =:

SFO1 500.1330885 MHz

NUC1 1H

P1 13.35 usec

PLW1 16.00000000 W

F2 - Processing parameters

sl

SF 500.1300128 MHz

WDW EM

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 ppm
] bt < < < 2=(e|= (==
ol - - o aillailaile]el—

= =] = © O = —
o < g mue < 8858 3 8388
] ~ ] NN o ~N~ OO 2 SO
- - - -r - - [Ny Ny =y FONN

RAF-PK-07-917-13C
Current Data Parameters
NAME  RAF-PK-07-917-13C
8
PROCNO 1

F2 - Acquisition Parameters
Date_ 20210615

Time 16.24
INSTRUM spect
PROBHD 5 mm PAEBO BB/
PULPROG zgpg30

TD 65536
SOLVENT CDCI3
NS 30

DS 0

SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 197.27

DwW 16.800 usec
DE 6.50 usec
TE 2968 K

D1 1.00000000 sec
D11 0.03000000 sec
TDO 1

== CHANNEL f1 ==
125.7703637 MHz
13C

P1 8.90 usec
PLW1 103.00000000 W
=: = CHANNEL f2 ==:
SFO2 500.1320005 MHz

1H

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 9 80 70 60 50 40 30 20 10 0 ppm
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1.947
1.690
1.665)

RAF-PK-07-ALLYLATION-1H

Current Data Parameters
NAME  RAF-PK-07-ALLYLATION-1F
1

EXPNO

PROCNO 1

F2 - Acquisition Parameters
Date_ 20210806
Time 19.30 h
INSTRUM Avance
PROBHD Z163739_0237 (
PULPROG zg30

TD 51724
SOLVENT CDCI3
NS 7

Ds 0
SWH 8620.689 Hz
FIDRES 0.333334 Hz
AQ 29999919 sec
RG 89.8936
DW 58.000 usec
DE 13.14 usec
TE 29886 K
D1 1.00000000 sec
TDO 1
SFO1 400.3024719 MHz
NUC1 1H
PO 267 usec
P1 8.00 usec
PLWA1 21.61000061 W
F2 - Processing parameters
sl
SF 400.3000000 MHz
WD EM
SSB 0
LB 0.30 Hz
l__.. e
T T T T T T T T T T T T T
12 11 10 9 8 7 6 5 3 2 1 0 ppm
g8 eEREE A EeEdds
<o ol [oilailelve|lai o o |rloiloiloi|ailet|e=

140.08
133.95
128.53|
128.49
128.24
128.20
126.40
126.34
77.87
77.31
76.99
76.68
76.09
67.81
66.21

¢
ANy
Z!}G
\z

162.93|
—176.14

118.78
—104.71

.

e

RAF-PK-07-ALLYLATION-1

Current Data Parameters
NAME  RAF-PK-07-ALLYLATION-13

3C

EXPNO 3
PROCNO 1

F2 - Acquisition Parameters
Date_ 202106808
Time 19.31 h
INSTRUM Avance
PROBHD Z163739_0237 (
PULPROG Zgpg30
D 65!

SOLVENT CDCI3
NS 41

DS 0

SWH 27777777 Hz
FIDRES 0.847710 Hz
AQ 1.1796480 sec
RG 76.6253

DW 18.000 usec
DE 6.50 usec

TE 298.7 K

D1 1.00000000 sec
D11 0.03000000 sec
TDO 1

SFO1 100.6669838 MHz
NUC1 13C

PO 267 usec

P1 8.00 usec
PLWA1 98.44999695 W
SFO2 400.3016012 MHz
NUC2 1H
CPDPRG[2 waltzes
PCPD2 90.00 usec
PLW2 21.61000061 W

T T T T T T T T T T 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




H NMR (400 MHz, CDCls) of 7’,8'-dihydroobolactone (2) and reported spectra

EXPNO ]

PROCNO 1

F2 - Acquisition Parameters

Date_ 20210805 O O
Time 1613 h

INSTRUM spect

PROBHD Z104450_0346 (
PULPROG zgesgp
TD 52816

SOLVENT cDCl3

NS

Ds H
SWH 10000.000 Hz ' or .

FIDRES ~ 0.378673 Hz 7',8'-dihydroobolactone
AQ 26408000 sec

RG 161

ow 50.000 usec

DE 8.50 usec

TE 296.5 K

D1 1.00000000 sec

D12 0.00002000 sec

Di16é 0.00020000 sec

TDo 1

SFO1 4001305109 MHz

NUCH 1H

P1 15.00 usec

P2 30.00 usec

P12 2000.00 usec

PLWO -1.00000000 W

PLW1 9.69999981 W

SPNAM[1]  Sinc1.1000

SPOAL1 0.500

SPOFFS1 0 Hz

SPW1 0.00629320 W

GPNAM[1]  SINE.100

GPZ1 31.00 %

GPNAM[2]  SINE.100

GPz2 11.00 %

Pls 1000 00 usec A .

F2 - Processing parameters

Sk o .

SF,

wild 1 10 9 8

T
7
SSB 4]
LB 0.30 Hz FDTI-%rOj
GB 0 S|=(3
—~ L SN | =

—

32755 T
400.1?;?9!‘1&1 MHz 6 5 4 3 2 1 0 ppm

Quinn and co-workers, Bioorg. Med. Chem. Lett. 2010, 20, 4057.

[ u e JLJ

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 T T T T T T T T T T T T T T T T
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f1 (ppm)
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r Qr_Ai

13C{"H} NMR (100 MHz, CDCIs) of 7’,8'-dihydroobolactone (2) and reported spectra
5 - @ ™o DN oo [
D @ n o LTS & 52855 ©ONND
- w o T T © B r MoaNG eodar
@ ~ © 33 B8E& 3 MO w e cogao
- - - - T+ - NSNS~ TOMmON

RAF-PK-DIHYDRO-OBO-B2-13C

Current Data Parameters

NAME  RAF-PK-DIHYDROC-OBO-B2

EXPNO 8

PROCNO 1 O O

F2 - Acquisition Parameters

Date_ 20210713

Time 925 h

INSTRUM spect

PROBHD Z104450_0346 (

PULPROG zgpg30

D 65536

SOLVENT cDel3 H

NS 9497

Ds 0 .

SWH 26041.666 Hz 7',8'-dihydroobolactone

FIDRES 0.794729 Hz

AQ 1.2582912 sec

RG 1030

DwW 19.200 usec T work

DE 6.50 usec

TE 133802 K

D1 1.00000000 sec

D11 0.03000000 sec

TDO 1

SFO1 100.6238364 MHz

NUC 13C

PO 3.33 usec

P1 10.00 usec

PLW1 47.00000000 W

SFO2 4001316005 MHz

NUC2 1H

CPDPRG[2 waltz16

PCPD2 90.00 usec

PLW2 969999981 W

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

Quinn and co-workers, Bioorg. Med. Chem. Lett. 2010, 20, 4057.

A

T T T T T T
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140 130 120 110 100 90

f1 (ppm)
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RAF-PK-07-DIHYDRO-OBO-A1-1H

Current Data Parameters

Al RAF-PK-07-DIHYDRO-OBO-
EXPNO "
PROCNO 1

F2 - Acquisition Parameters
Date_ 20210805

Time 18.54 h O O
INSTRUM spect
PROBHD Z104450_0346 (
PULPROG zgesgp
0 52816
SOLVENT cDCI3
NS 70
DS 0
SWH 10000.000 Hz
FIDRES 0.378673 Hz
AQ 26408000 sec 6-epi-7',8'-dihydroobolactone
DW 50,000 usec
DE 6.50 usec
TE 296.8 K
D1 1.00000000 sec
D12 0.00002000 sec
D16 0.00020000 sec
TDO 1
SFO1  400.1305104 MHz
NUCT 1
P1 15.00 usec
P2 30.00 usec
P12 2000.00 usec
PLWO  -1.00000000 W
PLW1 9.69999981 W
SPNAM[1] ~ Sine1.1000
SPOAL1 0.500
SPOFFS1 0 Hz
SPWI  0.00629320 W M . |
T T T T T T T T T T T T T T
12 11 10 9 8 7 6 5 4 3 1 0 ppm
c|2|= ] 2 ©|Q = NS(0]S
NI o - olr NINININ
s % B 2a RESL 3 5888 Toege
> 2 3 38 REBL& 3 R cSdag
T TN T N NI
RAF-PK-07-DIHYDRO-OBO-A-13C
Current Data Parameters
NAME ~ RAF-PK-07-DIHYDRO-OBO-
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 10711 0 0
[Time 16.33 h
INSTRUM spect
PROBHD Z104450_0346 (
PULPROG zgpg30
ITD 65536
SOLVENT cDCIa
NS 3000
Ds 0
SWH 268041.666 Hz R,
FIDRES 0784729 Hz 6-epi-7',8'-dihydroobolactone
[Xe] 12582912 sec
RG 1030
DW 19.200 usec
DE 6.50 usec
ITE 204222 K
D1 1.00000000 sec
D11 0.03000000 sec
ITDo 1
SFO1 100.6238364 MHz
NUC 1 13C
Po 3.33 usec
P1 10.00 usec
PLW1  47.00000000 W
sFo2 0.1316005 MHz
INUC2 1H
CPDPRG[2  waltz16
PCPD2 90.00 usec
PLW2 9.69999981 W
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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