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Table 1. Crystal data and structure refinement for 3a.

Identification code
Empirical formula
Formula weight
Temperature/K
Space group

a/A

b/A

c/A

af°

pr
Y/°

Volume/A3

Z

Qcaleg/cm3

p/mm-?

F(000)

Crystal size/mm?

Radiation

20 range for data collection/®

Index ranges

Reflections collected
Independent reflections
Data/restraints/parameters
Goodness-of-fit on F2

Final R indexes [[>=20 (I)]
Final R indexes [all data]

Largest diff. peak/hole / e A

Flack parameter

3a

C23H20s

380.42

293(2)

P21212:

8.2081(4)

14.3113(8)

16.7802(9)

90.00

90.00

90.00

1971.15(18)

4

1.282

0.731

808.0

0.35x0.13 x 0.10

CuKa (A =1.54178)

8.12 to 132.04
-9<h<4,-15<k<16,-19<1<13
4353

2992 [Rint = 0.0224, Rsigma = N/A]
2992/0/257

1.081

R1=0.0434, wR2=0.1001
R1=0.0568, wR2=0.1097
0.10/-0.12

0.0(3)
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Figure S1. 'H and *C NMR (MeOD) spectra of compound 2b.
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Figure S2. '"H and *C NMR (CDCls) spectra of compound 2c.
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0.0

900

0.5

1.0

1.5

L
8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0
1 (ppm)

8.5

Br

[4: 5 4

05’18 —

9k Ll
eril m..
PA: ¥

85°GLI—
eT'sel

59°sTh .Y
Lezel —

[+1%-1: 1%
SEHLL—

800
700

600
500
400
300
200
100

-10

1 (ppm)
S4

T T T
210 200 190 180 170 160 1350 140 130 120 110 100 90

13 NMR (126 MHz, CDCl;)

Br




Figure §3. 'H, DEPT135 and 3C NMR (CDCl) spectra of compound 3a.
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Figure S4. 'H, DEPT135 and *C NMR (CDCls) spectra of compound 3b.
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Figure S5. 'H, DEPT135 and 3C NMR (CDCls) spectra of compound 3c.
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Figure S6. HR-ESI-MS spectra of compound 3a.

+TOF MS m/z: Found 403.1496 [M+Na]* (calcd for C2sH24NaOs, 403.1521).

1 +TOF WS: 0.0537 o 0.1073 min from Sample 1 (TJJ-20200114-9) of TJJ-202007 14-6.wifl Niax. 4.7€5 cps.
a=7.02819040414623610¢-004, 10=2. 79561312086003400¢-001 {DuoSpray {)), Thresholded, Centroided
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Figure S7. HR-ESI-MS spectra of compound 3b.

+TOF MS m/z: Found 417.1647 [M+Na]* (calcd for C2sH26NaOs, 417.1678).
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1 +TOF MS: 0.0865 min from Sample 1 (TJJ-20200114-10) of TJJ-20200114-10.wiff Max. 5.9¢5 cps.
2=7.02821362157242410e-004, t0=2.87714453058816490e-001 (DuoSpray ())
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Figure S8. HR-ESI-MS spectra of compound 3c.

+TOF MS m/z: Found 495.0762 [M+Na]* (calcd for C24H2sBrNaOs, 495.0783).

Max. 1.9e5 cps.

+TOF MS: 0.0627 to 0.1044 min from Sample 1 (TJJ-20200114-11) of TJJ-20200114-11 wiff
a=7.02822057420872070e-004, t0=2.86944193913848460e-001 (DuoSpray ())
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