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Table S1. Crystallographic data for 1.

Formula C31H3:04

Dca[c/ g Cm_3 1.215

M/mm! 0.079

Formula Weight 474.61

Colour colourless
Shape plate

Size/mm? 0.53x0.14%0.09
T/K 90

Crystal System monoclinic

Flack Parameter -1.0(6)
Hooft Parameter -0.9(6)

Space Group

N 22.460(6)
b/A 5.0621(13)
c/A 24.319(6)
of 90

yia 110.160(3)
w 90

V/A3 2595.5(11)
Z 4

VA 1
Wavelength/A 0.71073
Radiation type MoK«
Opinl” 1.784
Bhar!” 27.555
Measured Refl's. 36724
Indep't Refl's 5968
Refl's I>2 o(I) 4867

Rint 0.0777
Parameters 321
Restraints 1

Largest Peak 0.342
Deepest Hole -0.236
GooF 1.036

wR; (all data) 0.1265
WR; 0.1173

R, (all data) 0.0723

R; 0.0530

Single colourless plate crystals of 1 slow crystallization from a methanol solution at room
temperature. A suitable crystal with dimensions 0.53 x 0.14 x 0.09 mm® was selected and the
crystal was mounted on a MicroMount using perfluoropolyether oil on a Bruker SMART APEX 11
ULTRA diffractometer. The crystal was kept at a steady 7= 90 K during data collection. The
structure was solved with the ShelXT 2014/5 solution program' using dual methods and by using
Olex2 as the graphical interface. The model was refined with XL using full matrix least squares
minimisation on F2.



Table S2. Calculated Relative Energies (kcal/mol) and Populations (%) of the Three Lowest Energy
Conformers of 1.

Conformer AG P(%)°
a 0.00° 48.8
b 0.49 21.2
c 0.79 12.9
d 0.88 11.0
e 1.23 6.1

 Calculated relative energies to a with AG = —944642.89839 kcal/mol at the B3LYP/6-311+G (2df,
2p) level in MeOH.
®Boltzmann population at T =298 K and 1 atm.

d e
Figure S1. B3LYP/6-311+ G (2df,2p) optimized lowest energy conformers for 1.
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Figure S2. UV spectrum of 1.
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Figure S3. IR spectrum of 1.
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Figure S4. '"H NMR spectrum (500 MHz, CDCl3) of 1.
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NAME Nov17-2020-Bunshi
EXPNO 11
PROCNO 1
F2 - Acquisition Parameters
Date_ 20201117
Time 19.18
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
TD 65536
SOLVENT CDC13
NS 10000
DS 4
SWH 28846.154 Hz
FIDRES 0.440157 Hz
AQ 1.1359574 sec
RG 190.86
DW 17.333 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
== CHANNEL fl ========
SFO1 125.7973986 MHz
NUC1 13C
P1 10.00 usec
PLW1 88.00000000 W
CHANNEL f2
500.23200
1H
waltzlé
80.00 usec
27.00000000 W
0.51046997 W
0.32670000 W
F2 - Processing parameters
SI 32768
SF 125.7829335 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
T T T T T T T T T T T Ee E
220 200 180 160 140 120 100 80 60 40 20 ppm

Figure S5. *C NMR spectrum (125 MHz, CDCI3) of 1.
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Figure S§. HMBC spectrum of 1.
Elemental Composition Report Page 1
Single Mass Analysis
Tolerance = 10.0 mDa / DBE: min = -1.5, max = 300.0
Element prediction: Off
Number of isotope peaks used for i-FIT = 3
Monoisotopic Mass, Even Electron lons
6 formula(e) evaluated with 1 results within limits (up to 50 closest results for each mass)
Elements Used:
C:0-300 H:0-1000 O:4-4 Na:1-1
kessyou
M-17424 138 (1.119) AM2 (Ar,22000.0,0.00,0.00); ABS; Cm (137:175) 1: TOF MS ES+
1.12e+008
100 497.‘2663
%
498.2700
497.4922
04942570 494.7594 496.4225 4971927| % 499.2726 500.2747 5013751 501.7699 i
¥ ¥ T T T T T T T T T T T
494.00 495.00 496.00 497.00 498.00 499.00 500.00 501.00 502.00
Minimum: =S
Maximum: 01010 85005 R ES10.0..10
Mass Calc. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula
497.2663 497.2668 -0.5 -1.0 q:200 5 680.4 n/a n/a C31 H38 04 Na

Figure S9. HR-ESI-MS chart of 1.
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Current Data Parameters
NAME 0Oct07-2020
EXPNO 40
PROCNO 1
F2 - Acquisition Parameters
Date_ 20201008
Time 2.03
INSTRUM spect
| PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 32
DS 4
SWH 6009.615 Hz
FIDRES 0.091699 Hz
AQ 5.4525952 sec
RG 190.8
DW 83.200 usec
DE 6.50 usec
TE 300.0 K
| D1 1.00000000 sec
TDO 1
CHANNEL f1 = =
500.2330014 MHz
1H
11.00 usec
27.00000000 W
| F2 - Processing parameters
| SI 65536
| SF 500.2300125 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
. | ] A | 3

T
100 95 90 85 80 75 70 65 6.0 55 50 45 40 35 3.0 25 ppm
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Figure S10. "H NMR spectrum (500 MHz, CDCIs) of 2.
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Current Data Parameters
NAME Sepl5-2020
EXPNO 2L
PROCNO 1
F2 - Acquisition Parameters
Date_ 20200915
Time 22.16
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
™ 65536
SOLVENT CDC13
NS 8000
DS 4
SWH 27573.529 Hz
FIDRES 0.420739 Hz
AQ 1.1883861 sec
RG 190.86
DW 18.133 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
= CHANNEL f1 =
125.7967697 MHz
13C
10.00 usec
88.00000000 W
= CHANNEL f2 =
500.2320009 MHz
1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
1 PLW2 27.00000000 W
PLW12 0.51046997 W
PLW13 0.32670000 W
|
F2 - Processing parameters
SI 32768
SF 125.7829361 MHz
WDwW EM
SSB 0
LB 1.00 Hz
GB 0
T T T T T T T T T T pC 1.40
200 180 160 140 120 100 80 60 40 20 ppm

Figure S11. 3C NMR spectrum (125 MHz, CDCI3) of 2.



Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 10.0 mDa / DBE: min =-1.5, max = 300.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

3 formula(e) evaluated with 1 results within limits (up to 50 closest results for each mass)
Elements Used:

C:1-300 H:1-1000 ©O:2-2 Na: 1-1

fr3-3-2-1
M-17259 265 (2.133) AM2 (Ar,22000.0,0.00,0.00); ABS; Cm (230:267) 1: TOF MS ES+
5.63e+007
100 253.1198
%
254.1233
;49.1835 2501794 2511232 2521890 253.0651 : 255.1268 2562001 257.1502 257.6219mlz
] SN S SRR A TS AR AR ot Al SRt SR TG NS RO Rabdl BN AR B e 75 Rt St didl,
249.00 250.00 251.00 252.00 253.00 254.00 255.00 256.00 257.00 258.00
Minimum: -1.5
Maximum: 10.0 50.0 300.0
Mass Calc. Mass mDa PPM . DBE i-FIT Norm Conf (%) Formula
253.1198 253.1204 -0.6 -2.4 6.5 1001.6 n/a n/a C1l5 H18 02 Na

Figure S12. HR-ESI-MS chart of 2.



