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squalene-dso (81%-d)

"H NMR

F2 - Acqguisition Parameters
Date_ 20220816 § = §§§ %%
Time 9.26 h ~ 5 P
INSTRUM spect
PROBHD 2108618_0117 ( \\/ \/
PULPROG zg
TD 180070
SOLVENT CDC13
NS 3
DS 2
SWH 6002.401 Hz
FIDRES 0.066667 Hz
AQ 14.9998312 sec
RG 144
DW 83.300 usec
DE 16.70 usec
TE 298.0 K
D1 30.00000000 sec CDj3
TDO 1
SFO1 400.1320007 MHz DC7 %
NUC1 1H D.C
Pl 15.00 usec 2 “CD,
PLW1 14.03299999 W
=~ .D
) D;C
FZ2 - Processing parameters
sI 32768 D:Ccp
SF 400.1300088 MHz 2 b
WDW no =
SSB 0 DSC/J\T/
LB 0 Hz D,C.
GB 0 cD
PC 1.00 . CD3
D,C.
2¥~cDb,
N CDa
D,C.
27 CD,
N CD3
CDs
2
>
&
jf"é x
[T T [T I D D D D T R IR I
11 10 2 1 Prm



squalene-dso (81%-d) 2H NMR

F2 - Acqguisition Parameters

Date 20220816 3 @ NS SB2.
Time 9.20 h E g ,c_’ffff
INSTRUM spect
PROBHD 2108618_0117 ( \/ \J//
PULPROG zg2h
TD 8192
SOLVENT CDC13
NS 31
Ds 0
SWH 921.376 Hz
FIDRES 0.224945 Hz
AQ 4.4455252 sgec
RG 45.2
DW 542.667 usec
DE 23.73 usec
TE 298.0 K
D1 5.00000000 sec CDy
D11 0.03000000 sec
TDO 1 D,
SFO1 61.4226988 MHz D.C
NUC1 2H 2 “CD,
Pl 124.00 usec D
PLW1 29.89100075 W D.C7 X

3
F2Z - Processing parameters DZC\CD
sI 16384 2
SF 61.4223931 MHz D.C7 Y D
WDW EM 3
SSB 0 D,C.
LB 0.30 Hz CD;
GB 0 . CD3
PC 1.00

D,C.
2¥~cDb,
N CD3
D,C..
2¥~cD,
N CD3
CD,
I I [rorrTrTT I [rorrrTT I [T [T I [T I [reTrrTT [T
11 10 9 8 7 6 5 4 3 2 1 0 Prm



squalene-dsg (81%-d)

13C{"H,2H} NMR

f e T O — MOo©
F2 - Acqguisition Parameters ~M~© o~ [=3 < ™M Do W o~
Date_ 20220822 arne oo = B8 TIRE B
Time 907 h 0ob ddd N 88 KELY ¢ev
INSTRUM spect
PROBHD  2108618_0117 ( \/ ‘ \V v \\// \/
PULPROG zgigZhlh
TD 65536
SOLVENT CDC13
NS 753
Ds 0
SWH 22058.824 Hz
FIDRES 0.673182 Hz
2AQ 1.4854827 sec
RG 203
DW 22.667 usec
DE 6.50 usec
TE 298.0 K CD;
D1 300.00000000 sec D
D11 0.03000000 sec D;C” %
D12 0.00002000 sec
TDO 1 DQC‘CDQ
S5FO1 100.6223263 MHz ~..D
NUC1 13cC D;C
Pl 10.00 usec D.C
PLW1 84.53199768 W 2¥~cb,
SFO2 400.1322007 MHz D
NUC2 13 D C’lQﬁ/
CPDPRG[2 waltzl6 3
PCPD2 90.00 usec DZC‘CD
PLW2 14.03299999 W 2
PLW12 0.38982001 W 2 -CD3
S5FO3 61.4227600 MHz
NUC3 2H D.C.
CPDPRG[3 waltzl6 CD,
PCPD3 375.00 usec . CD3
PLW3 29.89100075 W D
PLW17 3.06999993 W D,C
~CD,
F2 - Processing parameters s _CDs
sSI 65536
SF 100.6127555 MHz ¢D
WDW EM 3
55B 0
LB 1.00 Hz
GB 0
pC 1.40
&,
@ase
J\ X
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squalene-dso (81%-d) 13C{'H,°H} NMR expansions
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136 135 ppm 132 131 ppm D,C.. 125 124

o2 o w )] M~
o 3 & 2 &
~ 1 © e}
| i | r
=
@Q
) UL,JUL e
[T [T I o [ T I TrrrTprrrTTTTTT prorrrTeTT I """"" I """"" l """"" frorreTT
30 29 28 27 26 25 pPPrm 19 14 ppm



squalene-dsg (81%-d)

13C{"H} NMR

F2 - Acqguisition Parameters
Date_ 20220818
Time 9.46 h
INSTRUM spect
PROBHD 2108618_0117 (
PULPROG zgpg30

TD 65536
SOLVENT CDCl13

NS 1054

DS 4
SWH 22058.824 Hz

FIDRES 0.673182 Hz
AQ 1.4854827 sec
RG 203

DW 22.667 usec
DE 8.02 usec
TE 298.0 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

SFO1 100.6223248 MHz
NUC1 13C

Pl 10.00 usec
PLW1 84.53199768 W
SFO2 400.1320007 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 90.00 usec
PLW2 14.03299999 W
PLW12 0.38982001 W
PLW13 0.19607000 W

FZ2 - Processing parameters
ST 65536

SF 100.6127551 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

200
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~ < <t
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CD;
D
o0 Ny
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~. D
D5C
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D
Dsc’jﬁ/
D,C.
2¥~CD,
N CD3
DZC*CD2
cD
o
D2C\CD2
. CD3
CD,4
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cholesterol-dss (79%-d)

H NMR

F2 - Acqguisition Parameters
Date_ 20220610 8 2 N 0> R E¥3 §8¢%
Time 17.45 h d HY] : - :
INSTRUM cpect r~ 0 ™ [SVIaY - - o o o
PROBHD 2108618_0117 ( \/ ’ \/ ‘ ‘ |
PULPROG zg
TD 120046
SOLVENT CDCl13
NS 4
DS 0
SWH 6002.401 Hz
FIDRES 0.100002 Hz
AQ 9.9998322 sec
RG 18
DW 83.300 usec
DE 16.70 usec
TE 298.0 K
D1 10.00000000 sec
TDO 1
SFol 400.1320007 MHz
NUC1 1H
Pl 15.00 usec DsC,
PLW1 14.03299999 W c—CD;
FZ2 - Processing parameters
sI 32768
SF 400.1300000 MHz
WDW no
SSB
LB Hz
GB
PC 1.00
[T T [T frorrrTT [T frorrrTr [Tt [rrrrrTTT [T [rrrrrrTT [T [rorrrTr [rorrrrrrrpr e I
11 10 9 8 7 6 5 4 3 2 1 Prm



cholesterol-dss (79%-d) "H NMR expansion

5.315
3.477

—2.252
—2.191
—1.776
—0.942
—0.798
—0.616




cholesterol-dss (79%-d)  2H NMR

F2 - Acqguisition Parameters
Date_ 20211027 8 8 g g8 33 883
Time 10.42 h 3 LN 4
INSTRUM spect r~ o @ - TT 999
PROBHD 2108618_0117 ( ‘ ' ’ | \ ’ ‘
PULPROG zgZh
TD 8192
SOLVENT CDC13
NS 20
Ds 0
SWH 921.376 Hz
FIDRES 0.224945 Hz
AQ 4.4455252 sec
RG 114
DW 542.667 usec
DE 23.73 usec
TE 298.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 61.4226988 MHz
NUC1 2H
Pl 124.00 usec
PLW1 29.89100075 W
F2 - Processing parameters
sSI 16384
SF 61.4223931 MHz
WDW EM
S55B 0
LB 1.00 Hz
GB 0
PC 1.00
[T T [T frorrrTT [T frorrrTr [Tt [rrrrrTTT [T [rrrrrrTT [T I [rorrrTT frorrrrTT
11 10 9 8 7 6 5 4 3 2 1 0 Prm



cholesterol-das (79%-d) BC{'H,2H} NMR

F2 - Acquisition Parameters g 8 o © < — Or-O0N — NSNS —
S g g g 3 5 §8%353598% g
Time 13.34 h < o M~ — Ty} @ —OOWO N MOWON~ O
INSTRUM cpect - — ~ ~ Te] < TOOOM O N NN~ —
PROBHD  2108618_0117 ( | | | \ \\/ | ’ \\‘/ ‘
PULPROG zgigZhlh
TD 132350
SOLVENT CDCl13
NS 7363
DS 2
SWH 22058.824 Hz
FIDRES 0.333341 Hz
AQ 2.9999332 sec
RG 203
DW 22.667 usec
DE 6.50 usec
TE 297.9 K
D1 30.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
TDO 1
SFO1 100.6223263 MHz DsC
NUC1 13c "@—CD;
Pl 10.00 usec /
PLW1 84.53199768 W D.c—CDs
SFO2 400.1322007 MHz D5C %
NUC2 1H .,
CPDPRGI[2 waltzlé
PCPD2 20.00 usec
PLWZ2 14.03299999 W
PLW12 0.38982001 W
SFO3 61.4227600 MHz
NUC3 2H
CPDPRG([3 waltzl6
PCPD3 375.00 usec
PLW3 29.89100075 W
PLW17 3.06999993 W
F2 - Processing parameters
sI 65536
SF 100.6127608 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
l .I A II j
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cholesterol-das (79%-d)

140.934
121.209
71.086
55.884
49.201

3C{'H,H} NMR expansions
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cholesterol-das (79%-d) BC{'H} NMR

F2 - Acquisition Parameters g 8 (= ] =3 [+)) © NS ~NM o
Date 20220614 i @ e 38 & = -85 8S d
e igéigh I & NI 8 § SRRV =
PROBHD 2108618_0117 ( \/ | ’ ’ \\\\L/ L/ ‘
PULPROG zgpg30
TD 65536
SOLVENT CDCl13
NS 2308
DS 4
SWH 22058.824 Hz
FIDRES 0.673182 Hz
AQ 1.4854827 sec
RG 203
DW 22.667 usec
DE 8.02 usec
TE 298.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6223248 MHz
NUC1 13C
Pl 10.00 usec
PLW1 84.53199768 W
SFO2 400.1320007 MHz
NuUC2 1H
CPDPRG[2 waltzlé
PCPD2 90.00 usec
PLW2 14.03299999 W
PLW12 0.38982001 W
PLW13 0.19607000 W
FZ2 - Processing parameters
SI 65536
SF 100.6127685 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
doale o 1 e o | Ao

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 Pem
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cholesterol-das (79%-d) 13C{'H,°H} NMR expansions

140.935
121.620
77.160
71.644
71.596

NMMM
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cholesterol-dss (98%-d)  2H NMR

F2 - Acquisition Parameters
Date_ 20210519 § & § § gg %
Time 8.33 h d g O
INSTRUM spect r~ o “ - eoe
PROBHD Z108618_0117 ( | \ ' ‘
PULPROG zg2h
TD 8192
SOLVENT CDC13
NS 21
Ds 0
SWH 921.376 Hz
FIDRES 0.224945 Hz
AQ 4.4455252 sec
RG 45.2
DW 542 .667 usec
DE 23.73 usec
TE 298.0 K
D1 5.00000000 sec
D11 0.03000000 sec
TDO 1 DsC,
—CD

sFol 61.4226988 MHz c 3
NUC1 2H /
Pl 124.00 usec ch—‘CDZ
PLW1 29.89100075 W .,
F2 - Preocessing parameters
sI 16384
SF 61.4223931 MHz DZCD
WDW EM _C
SSB 0 D,C
LB 0.30 Hz )\
GB 0 f

HO™ 5 'C
PC 1.00 D D2

[rmrrrTT [rorrrTTT [T frorrrTT I T IR [T frorrrTT [rorrrrrrrpr e [T [T
11 10 9 8 7 6 5 4 3 2 1 0 pPrm
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cholesterol-dss (98%-d)

F2 - Acqguisition Parameters
Date 20210519

Time 16.31 h
INSTRUM spect
PROBHD 2108618_0117 (
PULPROG zgigZhlh

TD 65536
SOLVENT CDCl13

NS 483

DS 2

SWH 22058.824 Hz
FIDRES 0.673182 Hz
AQ 1.4854827 sec
RG 203

DW 22.667 usec
DE 6.50 usec
TE 298.0 K

D1 20.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
TDO 1

SFO1 100.6223263 MHz
NUC1 13cC

Pl 10.00 usec
PLW1 84.53199768 W
SFO2 400.1322007 MHz
NUC2 1H
CPDPRGI[2 waltzlé
PCPD2 20.00 usec
PLWZ2 14.03299999 W
PLW12 0.38982001 W
SFO3 61.4227600 MHz
NUC3 2H
CPDPRG([3 waltzl6
PCPD3 375.00 usec
PLW3 29.89100075 W
PLW17 3.06999993 W

F2 - Processing parameters
sI 65536

SF 100.6127543 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

200

190 180

170

13C{"H,2H} NMR

160

150

140.937

140

130

121.378

120

110

100

15

90

80

77.163

—71.263

70

56.938
55.280
49.240
41.863
41.457
38.707
38.292
36.321
36.081
35.063
34.808
31.169
30.973
30.692

[aY]
[=2]
N
> I~
(V]

26.953
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22.716
21.777
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20.211
18.556
17.765
11.044

\\\\"\\\ 20—

60

50

40

30

20

10

ppm



13C{'H,°H} NMR expansions

cholesterol-dss (98%-d)
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cholesterol-dss (98%-d)

13C{"H} NMR

F2 - Acquisition Parameters
Date_ 20210521
Time 11.12 h
INSTRUM spect
PROBHD z108618_0117 (
PULPROG zgpg30

TD 65536
SOLVENT CDC13

Ns 3000

Ds 4
SWH 22058.824 Hz

FIDRES 0.673182 Hz
AQ 1.4854827 sec
RG 203

DW 22.667 usec
DE 8.02 usec
TE 298.0 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

SFO1l 100.6223248 MHz
NUCL 13C

Pl 10.00 usec
PLW1 84.53199768 W
SFO2 400.1320007 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 90.00 usec
PLW2 14.03299999 W
PLW12 0.38982001 W
PLW13 0.19607000 W

F2 - Processing parameters
ST 65536

SF 100,6127546 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

200

190 180 170

160

150

140.930

140

130

121.355

120

110

100
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90

80

77.160

71.276
71.042
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0O-TBS-22,23-dihydrobrassicasterol-da7 (87%-d)

F2 - Acqguisition Parameters

H NMR

Date_ 20230214 8 8 S ¥ 838 3238 @

Time 12.20 h - g . T (R -

INSTRUM spect ~ n ™ ol - - cooo o

PROBHD 2108618_0117 ( \ / \/ | \ \ / |

PULPROG zg

TD 120046

SOLVENT CDC13

NS 8

DS 0

SWH 6002.401 Hz

FIDRES 0.100002 Hz

AQ 9.9998322 sec

RG 28.5

DW 83.300 usec

DE 16.70 usec

TE 298.0 K

D1 10.00000000 sec

TDO 1

SFO1 400.1320007 MH=z

NUC1 1H

Pl 15.00 usec

PLW1 14.03299999 W

FZ2 - Processing parameters

ST 32768

SF 400.1300090 MHz

WDW no

SSB 0

LB 0 Hz

GB 0

PC 1.00

A " JJhﬁA_AALNMMLmMUJLAﬁ J
[rorrrreT [rorrrTrTT IR R D D D L I R B frorrrrTTT I
11 10 8 2 0 Prm
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0O-TBS-22,23-dihydrobrassicasterol-da7 (87%-d) "H NMR expansion

00} M~ M~ < a D [+2] [{e] 0 @ (9]
3 i g3 g8 & 83§ g
| | I T T |
I JJ
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0O-TBS-22,23-dihydrobrassicasterol-da7 (87%-d)

2H NMR

7.209

)
“
T

3.419

—1.457
0.916
0.832

—0.770

F2 - Acqguisition Parameters
Date 20230214
Time 12.25 h
INSTRUM spect
PROBHD 2108618_0117 (
PULPROG zgZh
TD 8192
SOLVENT CDCl13
NS 21
DS 0
SWH 921.376 Hz
FIDRES 0.224945 Hz
AQ 4.4455252 sec
RG 45.2
DW 542.667 usec
DE 23.73 usec
TE 297.9 K
D1 5.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 61.4226988 MHz
NUC1 2H
Pl 124.00 usec
PLW1 29.89100075 W
F2 - Processing parameters
sSI 16384
SF 61.4223932 MHz
WDW EM
S55B 0
LB 0.30 Hz
GB 0
PC 1.00

[T T [T [rorrrrrrrpr T

11 10 38
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0O-TBS-22,23-dihydrobrassicasterol-da7 (87%-d)

13C{"H,2H} NMR

F2 - Acquisition Parameters SE 8 [SYRTe} D - O TNODONNNOND NN OONONNS —
Date_ 20230215 Rk & T FE 8Y¥FZHREYERBEEIBREATABIEERES
Time 11.18 h <+ < o ~ oo VUV VVOVOCVANT - ORI~ ONORO~NOWO T~
- - — ~ O~ DT LTTONNONNNOOOANNNNN T~ —+—
INSTRUM spect
PROBED  2108618_0117 ( v | \'\\\‘\\m\\\////////‘/‘/
PULPROG zgigZhlh
TD 65536
SOLVENT CDC13
NS 2932
DS 0
SWH 22058.824 Hz
FIDRES 0.673182 Hz
AQ 1.4854827 sec
RG 203
DW 22.667 usec
DE 6.50 usec
TE 298.1 K
D1 20.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
TDO 1
SFO1 100.6223263 MHz
NUC1 13cC
P1 10.00 usec D3C\
PLW1 84.53199768 W c—CDs
SFO2 400.1322007 MHz
NUC2 1H 0,14
CPDPRG[2 waltzlé / b
PCPD2 20.00 usec
PLW2 14.03299999 w
PLW12 0.38982001 W
SFO3 61.4227600 MHz
NUC3 2H
CPDPRG([3 waltzl6
PCPD3 375.00 usec
PLW3 29.89100075 W
PLW17 3.06999993 W
F2 - Processing parameters D
SI 65536
SF 100.6127540 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
| L oL 1
200 1%0 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 Prm
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13C{'H,?H} NMR expansions

0O-TBS-22,23-dihydrobrassicasterol-da7 (87%-d)
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0O-TBS-22,23-dihydrobrassicasterol-da7 (87%-d)

13C{"H} NMR

F2 - Acquisition Parameters 2 o (=R as] =3 < v ® ™o - <
Date_ 20230214 = S © 3l R s & & = T°3 T
Time 13.42 h = o NN n - 9 = © © W - <
INSTRUM spect T T P~ T w0 oo o o T '
PRCBHD Z108618_0117 ( ‘ \/ ‘ | ‘ | ‘ | |
PULPROG zgpg30
TD 65536
SOLVENT CDC13
N3 1284
D3 0
SWH 22058.824 Hz
FIDRES 0.673182 Hz
AQ 1.4854827 sec
RG 203
oW 22.667 usec
DE 8.02 usec
TE 298.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6223248 MHz
NUC1 13cC
P1 10.00 usec 3C
PLW1 84.53199768 W
SEOZ 400.1320007 MHz
Nucz2 1H
CPDPRG[2 waltz1l6
FCEDZ2 20.00 usec
PLW2 14.03299999 W
PLW12 0.38982001 W
PLW13 0.19607000 W
F2 — Processing parameters
SI £5536
SF 100.6127540 MHz
WDW EM
55B 0
LB 1.00 Hz
GB 0
PC 1.40
l M o M, A ’L_Avﬁ~;J&Luwhuxﬂﬁdbxlydh
T froer froer froere prerTe o froer froer froee prorT froe frore proere e pree [ froee preere free frorr froer [
200 1%0 180 170 160 150 140 130 120 110 100 S0 80 70 60 50 40 30 20 10 ppm
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0O-TBS-22,23-dihydrobrassicasterol-da7 (87%-d) 13C{'H,?H} NMR expansions
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O-TBS-24-methylenecholesterol-dass (87%-d)

H NMR

Current Data Parameters § §§§§§§§§%§ § ﬁgg g § E% §

giggo CRION;}B ~ WS F ST T (] aaal ~ «~ oo o

: NS Wl Y

FZ2 - Acquisition Parameters

Date_ 20230216

Time 17.50 h

INSTRUM spect

PROBHD Z108618_0117 (

PULPROG zg

TD 120046

SOLVENT CDC13

NS 8

DS 0

SWH 6002.401 Hz

FIDRES 0.100002 Hz

AQ 9.9998322 sec

RG 57

DW 83.300 usec

DE 16.70 usec

TE 298.0 K

D1 10.00000000 sec

TDO 1

SFO1 400,1320007 MHz

NUC1 1H

Pl 15.00 usec

PLW1 14.03299999 W

F2 - Processing parameters

SI 32768

SF 400.1300087 MHz

WDW no

SSB

LB Hz

GB

PC 1.00
Y] ak - ﬂ#~AJJL4, J

[T I [rorrrrTT I I N D N D [reTrrTT [rorrrrrTT |
11 10 9 8 1 0 ppm

o [=) o
] © =}
™~ b <
[=] o ©
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"H NMR expansion

O-TBS-24-methylenecholesterol-dass (87%-d)
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O-TBS-24-methylenecholesterol-dass (87%-d)

2H NMR

F2 - Acqguisition Parameters
Date_ 20230215 8 g 8 o s 8 g a
Time 17.50 h . : g A N . :
INSTRUM spect r~ o N « o ° °
PROBHD 2108618_0117 ( | | | | ‘ ‘
PULPROG zgZh
TD 8192
SOLVENT CDC13
NS 32
DS 0
SWH 921.376 Hz
FIDRES 0.224945 Hz
AQ 4.4455252 sec
RG 45.2
DW 542.667 usec
DE 23.73 usec
TE 298.0 K
D1 5.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 61.4226988 MHz
NUC1 2H
Pl 124.00 usec
PLW1 29.89100075 W
F2 - Processing parameters
sSI 16384
SF 61.4223931 MHz
WDW EM
S55B 0
LB 0.30 Hz
GB 0
PC 1.00
[T T [T I D D D e L B I [rorrrrrrrpr e I
11 10 8 1 Prm
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O-TBS-24-methylenecholesterol-dass (87%-d)

13C{"H,2H} NMR

F2 - Acquisition Parameters %EER - 2 $gg (=2 o] OMV =N —WMOMNOWDIWTOHMO®D R~ N OO o
Date 50220220 W@ M~ ™~ © S~ © o gmvc\:mﬂ-mr\r\l\owmmommomwomr\v «

— © © © O - o © 0 v N )TN YT N OO OO N T OONSN O <t
Time 8.31 h 0w oW < « S O o N VU r 000 TN AN T OMNOONSOWN— <

-———— — - - ~ O~ LOODETILTONONNNNOOONONNNNN~ — — }
INSTRUM spect
PROBHD  2108618_0117 ( W | | \|/ | \\\\\\\\\///X//‘// |
PULPROG zgigZhlh
TD 65536
SOLVENT CDC13
NS 10522
DS 0
SWH 22058.824 Hz
FIDRES 0.673182 Hz
AQ 1.4854827 sec
RG 203
DW 22.667 usec
DE 6.50 usec
TE 298.0 K
D1 20.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
SFo1 100.6223263 MHz D _ep
c—%“Ys
NUC1 13C
Pl 10.00 usec
PLW1 84.53199768 W D.C D207\ _p
SFO2 400.1322007 MHz 3 b
NUC2 14 2 D
CPDPRGI[2 waltzlé
PCPD2 20.00 usec
PLW2 14.03299999 W
PLW12 0.38982001 W
SFO3 61.4227600 MHz
NUC3 2H
CPDPRG([3 waltzl6
PCPD3 375.00 usec
PLW3 29.89100075 W
PLW17 3.06999993 W
F2 - Processing parameters
SI 65536
SF 100.6127542 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
| | ] mnmy |
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 Prm
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13C{'H,°H} NMR expansions

O-TBS-24-methylenecholesterol-dass (87%-d)

80lL'¢. ——

09LLL——

algoc —

WLl ——

L2795}
108'9G1
0/8'9G1
096°951

o

N

65 ppm

150 145 140 135 130 125 120 115 110 105 100 95 90 85 80 75 70

155

ocv'v- ——

IO LL ——

UL L —
cey'8l —

102 0¢ ——
888'0¢ —

68€'€C ——

£0192 ——
€8zl ——
#80°0¢

500°1LE

sziie /
%tEWW.
/81°1E

906'28 —
gL9ce —
SLLYE—

FLL9E —
ey 9g —

€¥.'86 ——

é86’ Iy ——

lee'er —

A

i L_JJJJLLM

|

¥

ppPm

40 35 30 25 20 15 10

45

55

29



O-TBS-24-methylenecholesterol-dass (87%-d)

13C{"H} NMR

C s owmwo o~ — DO ©®

F2 - Acquisition Parameters © N~ 0 O = Y] © 0 (=S o o)} < n o ©o I~ o] ©
Date 20230217 o M~ ~ @ S Mo L8 =~ 8 8 & 2 2 89 8 i

- [{o e (0] — [=] 0w W w . . . d A 3 . . NS . <
Time 10.35 h L00 ¥ S Sceg K o 2 ¢ ¢ 85 § 82 ¢ ¥
INSTRUM spect
PROBHD  2108618_0117 ( \V \/ | \\V | | | | | | | H ‘ |
PULPROG zgpg30
TD 65536
SOLVENT CDCl13
NS 16975
DS 0
SWH 22058.824 Hz
FIDRES 0.673182 Hz
AQ 1.4854827 sec
RG 203
DW 22.667 usec
DE 8.02 usec
TE 298.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6223248 MHz
NUC1 13C
Pl 10.00 usec
PLW1 84.53199768 W
SFO2 400.1320007 MHz
NuUC2 1H
CPDPRG[2 waltzlé
PCPD2 90.00 usec
PLW2 14.03299999 W
PLW12 0.38982001 W
PLW13 0.19607000 W
FZ2 - Processing parameters
SI 65536
SF 100.6127538 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

1 | A L L A WL_ANL- A
200 1%0 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 Pprm
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O-TBS-24-methylenecholesterol-dss (87%-d) 13C{"H} NMR expansions
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22,23-dihydrobrassicasterol-dsg (87%-d)

H NMR

F2 - Acqguisition Parameters
Date_ 20230224 3 3 8 gy 2 88
Time 10.55 h : d : - : :
INSTRUM spect ~ w « - T °2°
PROBHD 2108618_0117 ( ‘ ‘ |
PULPROG zg
TD 120046
SOLVENT CDCl13
NS 8
DS 0
SWH 6002.401 Hz
FIDRES 0.100002 Hz
AQ 9.9998322 sec
RG 90.5
DW 83.300 usec
DE 16.70 usec
TE 298.1 K
D1 10.00000000 sec
TDO 1
SFol 400.1320007 MHz
NUC1 1H
Pl 15.00 usec
PLW1 14.03299999 W
FZ2 - Processing parameters
sI 32768
SF 400.1300086 MHz
WDW no
SSB 0
LB 0 Hz
GB 0
PC 1.00
f_)e
&
n A 1
[T T [T I R D D N I [rorrrrrrrpr e I
11 10 1 Prm
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22,23-dihydrobrassicasterol-dso (87%-d)

2H NMR

7.206

P~
o
«
9]

3.451

—2.189

—1.886
——1.745

—1.419
0.913
0.823

——0.758
0.685
0.582

F2 - Acqguisition Parameters

Date 20230224

Time 12.20 h

INSTRUM spect

PROBHD 2108618_0117 (

PULPROG zgZh

TD 8192

SOLVENT CDCl13

NS 512

DS 0

SWH 921.376 Hz

FIDRES 0.224945 Hz

AQ 4.4455252 sec

RG 45.2

DW 542.667 usec

DE 23.73 usec

TE 298.0 K

D1 5.00000000 sec

D11 0.03000000 sec

TDO 1

SFO1 61.4226988 MHz

NUC1 2H

Pl 124.00 usec

PLW1 29.89100075 W

F2 - Processing parameters

sSI 16384

SF 61.4223931 MHz

WDW EM

S55B 0

LB 0.30 Hz

GB 0

PC 1.00

[T T [T [rorrrrrrrpr T

11 10
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22,23-dihydrobrassicasterol-dsg (87%-d)

13C{"H,2H} NMR

F2 - Acqguisition Parameters S?z 3 o 2] OO~ NONT DN —FTODOFNANTONON
22 i e § 529888523988 859R83889548
Time 8.44 h < < o r~ — DO~ WOWAN-—OONNNMODWMNOIL T < —
INSTRUM spect - - ~ ~ DS TONNOOOOONANNN -+~ — —
v BN =
PULPROG zgigZhlh
TD 65536
SOLVENT CDC13
NS 10724
DS 0
SWH 22058.824 Hz
FIDRES 0.673182 Hz
AQ 1.4854827 sec
RG 203
DW 22.667 usec
DE 6.50 usec
TE 298.0 K
D1 20.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
TDO 1
SFO1 100.6223263 MHz
NUC1 13cC
Pl 10.00 usec
PLW1 84.53199768 W
SFO2 400.1322007 MHz
NUC2 1H
CPDPRGI[2 waltzlé
PCPD2 20.00 usec
PLW2 14.03299999 W
PLW12 0.38982001 W
SFO3 61.4227600 MHz
NUC3 2H
CPDPRG([3 waltzl6
PCPD3 375.00 usec
PLW3 29.89100075 W
PLW17 3.06999993 W
F2 - Processing parameters
SI 65536
SF 100.6127557 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

— ﬁ“HJHLF- -

200 1%0 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 Prm
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13C{'H,°H} NMR expansions

22,23-dihydrobrassicasterol-dsg (87%-d)
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22,23-dihydrobrassicasterol-dsg (87%-d)

F2 - Acqguisition Parameters
Date_ 20230227

Time 11.27 h
INSTRUM spect
PROBHD 2108618_0117 (
PULPROG zgpg30

TD 65536
SOLVENT CDCl13

NS 2697

DS 0

SWH 22058.824 Hz
FIDRES 0.673182 Hz
AQ 1.4854827 sec
RG 203

DW 22.667 usec
DE 8.02 usec
TE 297.9 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

SFO1 100.6223248 MHz
NUC1 13C

Pl 10.00 usec
PLW1 84.53199768 W
SFO2 400.1320007 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 90.00 usec
PLW2 14.03299999 W
PLW12 0.38982001 W
PLW13 0.19607000 W

FZ2 - Processing parameters
SI 65536

SF 100.6127558 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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13C{"H} NMR
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24-methylenecholesterol-das (87%-d) TH NMR
F2 - Acqguisition Parameters
Date_ 20230303 @ IESSSZIINLEH 8 8 S 8 B R o3
Time 18.38 h N GhMNMNMNOOQOOQ n N Q@ W o o 09
INSTRUM spect M~ (ol A R s T B e 3 @ o - - — o oo
PROBHD  2108618_0117 ( \W | | ’ | | | \/
PULPROG zg
TD 120046
SOLVENT CDCl13
NS 2
DS 0
SWH 6002.401 Hz
FIDRES 0.100002 Hz
AQ 9.9998322 sec
RG 203
DW 83.300 usec
DE 16.70 usec
TE 297.8 K
D1 10.00000000 sec
100 1 OV~ MNMNO DN OO
SFO1 400.1320007 MH=z g E E E 8 8 g g %
NUC1 1H R A i A i
Pl 15.00 usec
PLW1 14.03299999 W K4§Qv//i/j \/ /
FZ2 - Processing parameters
sI 32768
SF 400.1300085 MHz
WDW no
SSB 0
LB 0 Hz
GB 0
PC 1.00
T T —— T
4.7 prm
g2
&
_ N B |
T
[T T [T I R D D N I [rorrrrrrrpr e I
11 10 5 1 Prm
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24-methylenecholesterol-das (87%-d) 2H NMR

F2 - Acqguisition Parameters

Date_ 20230301 8 & 8 5 & 8 2 5 3
Time 15.05 h . : o . . g
INSTRUM spect r~ 0 ~ “ N ° <
PROBHD 2108618_0117 ( | | | | | ‘ ‘
PULPROG zgZh
TD 8192
SOLVENT CDC13
NS 60
DS 0
SWH 921.376 Hz
FIDRES 0.224945 Hz
AQ 4.4455252 sec
RG 45.2
DW 542.667 usec
DE 23.73 usec
TE 298.0 K
D1 5.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 61.4226988 MHz
NUC1 2H
Pl 124.00 usec
PLW1 29.89100075 W
F2 - Processing parameters
sSI 16384
SF 61.4223931 MHz
WDW EM
S55B 0
LB 0.30 Hz
GB 0
PC 1.00
[T T [T frorrrTT [T frorrrTr [Tt [rrrrrTTT [T [rrrrrrTT [T I [rorrrTT frorrrrTT
11 10 9 8 7 6 5 4 3 2 1 0 Prm
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24-methylenecholesterol-das (87%-d) BC{'H,2H} NMR

0w o
F2 - Acquisition parameters 5 89 $3 2 SES 2 PR L RIS T
Date_ 20230306 © © © oo — © 00 N OrNOTRMONOO—-—DORONMONDN~O
Time 8.39 b i 33 & See < 88253883805 888RRRRENT
INSTRUM spect

PROBHD  2108618_0117 ({ V v | \|/ | \\\\\\\\\\\V////////
PULPROG zgigZhlh

TD 65536

SOLVENT CDC13

NS 10357

DS 0

SWH 22058.824 Hz

FIDRES 0.673182 Hz

AQ 1.4854827 sec

RG 203

DW 22.667 usec

DE 6.50 usec

TE 298.1 K

D1 20.00000000 sec

D11 0.03000000 sec

D12 0.00002000 sec

TDO 1

SFO1 100.6223263 MHz

NUC1 13cC

Pl 10.00 usec

PLW1 84.53199768 W

SFO2 400.1322007 MHz

NUC2 1H

CPDPRGI[2 waltzlé

PCPD2 90.00 usec

PLW2 14.03299999 W

PLW12 0.38982001 W

SFO3 61.4227600 MHz

NUC3 2H

CPDPRG[3 waltzl6

PCPD3 375.00 usec

PLW3 29.89100075 W

PLW17 3.06999993 W

F2 - Processing parameters

SI 65536

SF 100.6127548 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

" " o " ol "
L Py ™! w

200 1%0 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 Pem
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13C{'H,°H} NMR expansions

24-methylenecholesterol-das (87%-d)
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24-methylenecholesterol-das (87%-d)

F2 - Acqguisition Parameters
Date_ 20230308

Time 8.43 h
INSTRUM spect
PROBHD 2108618_0117 (
PULPROG zgpg30

TD 65536
SOLVENT CDCl13

NS 15424

DS 0

SWH 22058.824 Hz
FIDRES 0.673182 Hz
AQ 1.4854827 sec
RG 203

DW 22.667 usec
DE 8.02 usec
TE 298.0 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

SFO1 100.6223248 MHz
NUC1 13C

Pl 10.00 usec
PLW1 84.53199768 W
SFO2 400.1320007 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 90.00 usec
PLW2 14.03299999 W
PLW12 0.38982001 W
PLW13 0.19607000 W

FZ2 - Processing parameters
SI 65536

SF 100.6127547 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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13C{"H} NMR
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