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I. X-ray crystallographic analysis

The single crystals of 3ga, 4a and 6s suitable for X-ray crystallographic analysis were obtained by
recrystallization from a mixed solvent of dichloromethane and petroleum ether. The single crystal X-ray
diffraction data for the six compounds were collected on a diffractometer with graphite monchromated
Cu K, radiation (A = 1.54178 A) for 3ga and 4a, Mo K, radiation (. = 0.71073 A) for 6s. Saint program
and SADABS program carried out the data integration. The structure was solved by a direct method and
refined on F? using SHELXTL suite of program. All non-hydrogen atoms were anisotropically refined by
full-matrix least squares methods. All hydrogen atoms were geometrically generated and isotropically
refined using a riding model. The details of the X-ray data collection, structure solution and structure

refinements are given in Table S1.

Table S1 Crystallographic data and structural refinement details for compound 3ga, 4a and 6s.

Compound 30a 4a 6s

Formula C7H2N,04 Ca3H26CINOs C3oH24CINO,
Formula weight 486.47 552.00 465.95
Temperature/K 273 273 293

Crystal system Monoclinic Monoclinic Monoclinic
Space group P21/c P21 P21/n

a, A 11.4226(11) 11.3905(2) 10.318(3)
b, A 10.6852(11) 6.8267(2) 8.418(2)

c, A 20.1313(18) 18.0192(4) 26.443(8)
a, deg / / /

B, deg 104.995(5) 102.296(1) 93.828(4)
7, deg / / /

ViIA® 2511.0(5) 1369.02(6) 2291.6(11)
z 4 2 4

u, mm™ 0.828 1.595 0.196

6 range for data collection, deg 4.51t080.1 2.51t068.2 1.5t0 25.0
Reflections collected 36521 36346 18663

Unique reflections/Rin
Goodness-of-fit on F2
R, Ry [I > 26(1)]
Residual p/(e A )
CCDC

5020 / R(int) = 0.129
1.02

0.0659, 0.2020

0.19, -0.23

1951589

4950 / R(int) = 0.068
1.10

0.0371, 0.0760

0.14, -0.24

1951590

3863 / R(int) = 0.063
1.13

0.0711, 0.1505
0.35,-0.35

1951591
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Figure S1 X-ray structure (30 % probability ellipsoids) of 3ga, 4a and 6s.

Compound 6s
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I1. Copies of NMR spectra for 3
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Compound 3ba
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Compound 3ca
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Compound 3ca

o (=] = 2] I~ = [ ] N o0 o~ - o

= - F = s = = wogdze =g 282 ® &

B B 3 75 £ OB SHE5SG 3 = e o o o1 o o

— — — — — — o~ o~ — a0 = i = = w0 o Lo U - —

| | \ | [ N I B A4 | | = || Y/

3C NMR

125 MHz, CDCl;
. HWJ _ .7.L,,, I 1) ﬂ _—
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
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10

o (ppm)

S9



Compound 3da
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Compound 3da
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Compound 3ea
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Compound 3fa
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Compound 3ga
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Compound 3ga
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Compound 3ia
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Compound 3ia
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Compound 3ka

FeLe
L98¢
0rog

CozL”
8£00 "
Geeo
€620
1960 "
0981 -
€zes

G6es

6Vee”
CLyE "

6569 °

0609
LF19 ¢
[129°
€29 "¢
[1€9 "
0€r9
G6r9

For0
6190

611
vl

I6v1-
ese”
€L82"
evLe”
868¢
9r0€
cr8E”

[~ = [ [= = = D= = [ b= =

Iy
._.\.

o] Rgeses

'H NMR
500 MHz, CDCl;

OMe

A

I

Eig

00

=687

't

LS —

o

8 (ppm)

S24



Compound 3ka
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Compound 3la
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Compound 30a
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Compound 30a
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Compound 3ra
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IV. Copies of NMR spectra for 5s, 6s
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V. HPLC traces for compound 1r, 3ra
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Time [min]
Area Percent Report
Peak # RetTime [min] Area [mMAU*min] Height [mAU] Area % Height %
1 28.907 44.189 43.950 51.90 59.49
2 40.082 40.945 29.923 48.10 40.51
Total 85.134 73.873 100.00 100.00
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Compound (-)-1r

Absorbance [mAU]
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Time [min]
Area Percent Report
Peak # RetTime [min] Area [mMAU*min] Height [mAU] Area % Height %
1 28.345 711.428 330.234 96.71 97.31
2 42.580 24.213 9.116 3.29 2.69
Total 735.641 339.350 100.00 100.00
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Compound (£)-3ra

Absorbance [mAU]
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Area Percent Report
Peak # RetTime [min] Area [mMAU*min] Height [mAU] Area % Height %
1 7.125 88.667 255.876 50.15 58.97
2 10.042 88.144 178.055 49.85 41.03
Total 176.811 433.931 100.00 100.00
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Time [min]
Area Percent Report
Peak # RetTime [min] Area [mMAU*min] Height [mAU] Area % Height %
1 7.347 4.956 13.985 3.95 5.56
2 9.972 120.644 237.573 96.05 94.44
Total 125.600 251.558 100.00 100.00
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