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Figure S1. H (500 Hz) NMR Spectrum of cimifrigine A (1) in Pyridine-ds
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Figure S2. 3C (150 Hz) NMR Spectrum of cimifrigine A (1) in Pyridine-ds
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Figure S3. HSQC (600 Hz) Spectrum of cimifrigine A (1) in Pyridine-ds
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Figure S4. HMBC (600 Hz) Spectrum of cimifrigine A (1) in Pyridine-ds
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Figure S5. *H-'H COSY (600 Hz) Spectrum of cimifrigine A (1) in Pyridine-ds
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Figure S6. ROESY (600 Hz) Spectrum of cimifrigine A (1) in Pyridine-ds
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Figure S7. HREIMS of cimifrigine A (1)

Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 10.0 PPM / DBE: min =-10.0, max = 120.0
Selected filters: None

Monoisotopic Mass, Odd and Even Electron lons

23 formula(e) evaluated with 1 results within limits (up to 51 closest results for each mass)
Elements Used:

C:0-200 H:0-400 MN:1-1 O 5-7
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Figure S8. lH (500 Hz) NMR Spectrum of cimifrigine B (2) in Pyridine-ds
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Figure S9. 3C (150 Hz) NMR Spectrum of cimifrigine B (2) in Pyridine-ds
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Figure S10. HSQC (600 Hz) Spectrum of cimifrigine B (2) in Pyridine-ds
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Figure S11. HMBC (600 Hz) Spectrum of cimifrigine B (2) in Pyridine-ds
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Figure S12. *H-'H COSY (600 Hz) Spectrum of cimifrigine B (2) in Pyridine-ds
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Figure S13. ROESY (600 Hz) Spectrum of cimifrigine B (2) in Pyridine-ds
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Figure S14. HREIMS of cimifrigine B (2)

Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 10.0 PPM / DBE: min = -10.0, max = 120.0
Selected filters: None

Monoisotopic Mass, Odd and Even Electron lons
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Figure S15. H (500 Hz) NMR Spectrum of cimifrigine C (3) in Pyridine-ds
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Figure S16. *C (150 Hz) NMR Spectrum of cimifrigine C (3) in Pyridine-ds
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Figure S17. HSQC (600 Hz) Spectrum of cimifrigine C (3) in Pyridine-ds

i o e e W el o oa ol UJ J LJL,LJLJ_

khx28 10
khx28 hsgc e

o

" 8y 20
=

o <40
a0

60

—an0

F100

110

120

130

140

o F150
T T T T T T T T T T T T T T T T T T T L T

9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 4.0 3.5 2.0 2.5 2.0 1.5 1.0 0.5 0.0

4.5
f2 (ppm}
18

f1 {ppmy)



]

Figure S18. HMBC (600 Hz) Spectrum of cimifrigine C (3) in Pyridine-ds
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Figure S19. *H-'H COSY (600 Hz) Spectrum of cimifrigine C (3) in Pyridine-ds
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Figure S20. ROESY (600 Hz) Spectrum of cimifrigine C (3) in Pyridine-ds
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Figure S21. HREIMS of cimifrigine C (3)

Elemental Composition Report

Single Mass Analysis
Tolerance = 10.0 PPM /
Selected filters: None

DBE: min = -10.0, max = 120.0

Monoisotopic Mass, Odd and Even Electron lons
22 formulale) evaluated with 1 results within limits (up to 51 closest re
Elements Used:
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Figure S22. H (500 Hz) NMR Spectrum of cimifrigine D (4) in Pyridine-ds

—2.20E+ 08
F2.10E+08
F2.00E+ 08
—1.90E+ 08
—1.80E+08

F1.70E+08

—1l.60E+ 08

—1.50E+08

F1.40E+08
_—1.30E+ oa
F1.20E+08
r1.10E+08
_—l.UDE+ oa
F9.00E+07
8.00E+07
_—?'.UUE+D7
Fo.00E+ 07
o.00E+ 07
:'4-.UDE+ o7
-3.00E+07

r2.00E+07
F1.00E+07

F0.00E+ 00

—1.00E+07
—-2.00E+07

()

5, |

e,

—

Al bt dd Lol
i
[

e
=)

{60
00T

107
%mm_ﬁ
il 44
uufmm_o
=0T

Fa0T

Foot

0.5 0.0

1.0

6.0

7.0 6.5
f1 (ppm)

7.5

11.5 10.5

12.5

23



Figure S23. *C (150 Hz) NMR Spectrum of cimifrigine D (4) in Pyridine-ds
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Figure S24. HSQC (600 Hz) Spectrum of cimifrigine D (4) in Pyridine-ds
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Figure S25. HMBC (600 Hz) Spectrum of cimifrigine D (4) in Pyridine-ds

L. J___,m_.____l_/J lkLhuL_LLu__um ﬂ;ﬂd‘)\\ L Y

khx29 CH, w8 3

kh»29 hmbc O:< 8 v aRp@o i e &0 20
G T [ E )

L ] : ‘*-il. .:-‘*1 :! ".

5 [
s ;h.*_'t : 40
- ’IF‘ 9 9 50
b L]

—60

30

.
g . ¢ —70
L] !bin ! L
L] ' e 80

HO fo) = 4 " Fa0

F100
F110

120

=130

B BT
. | Cabg | :

150
H160
® *. 170
-180

190

T T T T T T T T T T L T ¥ T T

12 11 10 9 8 6
f2 {ppm}

26

fl (ppm)



Figure S26. 'H-'H COSY (600 Hz) Spectrum of cimifrigine D (4) in Pyridine-ds
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Figure S27. ROESY (600 Hz) Spectrum of cimifrigine D (4) in Pyridine-ds
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Figure S28. HREIMS of cimifrigine D (4)

Elemental Composition Report Page 1
Single Mass Analysis

Tolerance = 10.0 PPM / DBE: min =-10.0, max = 120.0
Selected filters: None

Monoisotopic Mass, Odd and Even Electron lons

42 formulale) evaluated with 1 results within limits (up to 51 closest results for each mass)
Elements Used:
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E (5) in Pyridine-ds

imifrigine

1

Figure S29. H (500 Hz) NMR Spectrum of ¢
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Figure S30. *C (150 Hz) NMR Spectrum of cimifrigine E (5) in Pyridine-ds
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Figure S31. HSQC (600 Hz) Spectrum of cimifrigine E (5) in Pyridine-ds

PR T

Y e
khx27
hsgc Pyr av&00 =
G =2 O
= = = @E.{
y G = 5 . @
W -
) 3
o -
on | " Q
HO o
is
2y
CHy
o i
@ =
o =8 8,
Lo
=
T L T T T T T T T T T T T T
6.0 5.5 5.0 4.5 4.0 3.5 25 2.0 2 i 1.0 05 0.0

3.0
f2 (ppm}
32

~20

=320

F40

50

60

=70

Fao

o0

=100

F110

f1 (ppmy)



Figure S32. HMBC (600 Hz) Spectrum of cimifrigine E (5) in Pyridine-ds
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Figure S33. 'H-'H COSY (600 Hz) Spectrum of cimifrigine E (5) in Pyridine-ds
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Figure S34. ROESY (600 Hz) Spectrum of cimifrigine E (5) in Pyridine-ds
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Elemental Composition Report

Single Mass Analysis
Tolerance = 10.0 PPM
Selected filters: None

Monoisotopic Mass, Odd and Even Electron lons

Figure S35. HREIMS of cimifrigine E (5)

/ DBE: min = -10.0, max

= 120.0

44 formulale) evaluated with 1 results within limits (up to 51 closest results for each mass)

Elements Used:

C: 0-200 H: 0-400 N:1-1 O 8-12
KHX27
10:53:22 07-May-2013
Voltage El+
1o
W
o . o
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Minimum:
Maxdmum 2 200.0 10.0
Mass Calc. Mass mDa PPM
T19.4281 T19.4245 3.6 5.0

T

KIB
MAZ0S507EA-17 AFAMM 48 (4.405)
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L B s e e

719.20 ¥719.30 ¥19.50
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o I o i |
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H (500 Hz) NMR Spectrum of cimifrigine F (6) in Pyridine-d;,‘

1

Figure S36.
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Figure S37. *C (150 Hz) NMR Spectrum of cimifrigine F (6) in Pyridine-ds
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Figure S38 HSQC (600 Hz) Spectrum of cimifrigine F (6) in Pyridine-ds
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Figure S39 HMBC (600 Hz) Spectrum of cimifrigine F (6) in Pyridine-ds
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Figure S40. *H-'H COSY (600 Hz) Spectrum of cimifrigine F (6) in Pyridine-ds
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Figure S41 ROESY (600 Hz) Spectrum of cimifrigine F (6) in Pyridine-ds
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Figure S42. HREIMS of cimifrigine F (6)

Elemental Composition Report Page 1
Single Mass Analysis

Tolerance = 10.0 PPM / DBE: min =-10.0, max = 120.0
Selected filters: None

Monoisotopic Mass, Odd and Even Electron lons

25 formula(e) evaluated with 1 results within limits (up to 51 closest results for each mass)
Elements Used

C:0-200 H:0-400 N:1-1 O 7-9

KHX25 KIB Autospec Premier
10:26:56 07-May-2013 M130507EA-14AFAMM 26 (2.286) P776
Voltage El+ 617.3943 268
o
L e e e e LN e e e e e S e e B e e B e e e e L e e e e e e e e ey Y 30 T
516.80 G616.90 617.00 G617.10 B617.20 617.20 617.40 617.50 G17.60 617.70 G17.80 617.90 G18.00
Minimums: 10.0
Maximum 2 200.0 10.0 120.0
Mass Calc. Ma mDa PPM DEE i-FIT Formula
&€17.3943 &17.3928 1.5 2.4 9.0 5546153.5 c3a5 H&S5 M o8
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Figure S43. lH (500 Hz) NMR Spectrum of cimifrigine G (7) in Pyridine-ds
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Figure S45 HSQC (600 Hz) Spectrum of cimifrigine G (7) in Pyridine-ds
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Figure S46 HMBC (600 Hz) Spectrum of cimifrigine G (7) in Pyridine-ds
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Figure S47. *H-'H COSY (600 Hz) Spectrum of cimifrigine G (7) in Pyridine-ds
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Figure S48 ROESY (600 Hz) Spectrum of cimifrigine G (7) in Pyridine-ds
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Figure S49. HREIMS of cimifrigine G (7)

Elemental Composition Report Page 1
Single Mass Analysis

Tolerance = 10.0 PPM / DBE: min =-10.0, max = 120.0
Selected filters: None

Monoisotopic Mass, Odd and Even Electron lons

26 formula(e) evaluated with 1 results within hmits (up to 51 closest results for each mass)
Elements Used:

C:0-200 H:0-400 N:1-1 ©O:7-9

KHX30 KIB Autospec Premier
10:32:05 07-May-2013 MAZ0507EA-15AFAMM 25 (2.295) P776
Voltage El+ 659.4053 1
1
HO,
% OYO
CH,
L i H A e T o S N A B L L LA B B L B B L L o B B e e T A B LA B e e el 1 T ]
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Minimums: 10.0
Mazdmum 2 200.0 10.0 120.0
Mass Calc. Mass mDa FPM DBRE i-FIT Formula
a6592.4053 659.4033 2.0 3.0 10.0 5546025.5 c37 HS7T N (o"]

50



Compounds
1
2
3
4
5
6
7
Cisplatin®

3Results are expressed as the average (n = 3) of ICs values (uM). °0.1% DMSO as the solvent control and did not show any cytotoxicity to those cell lines. “Used as a positive control substance for the cytotoxicity

assay.

Table S1 Cytotoxicity of compounds isolated from the flowers of C. frigida®”

HL-60

19.3+13
18.4+0.7
259+11
10.4+0.8
1.2+01
125+£13
0.8 £0.09
0.5+0.03

SMMC-7721

25.7+£0.7
23.8+1.2
>30
11.2+1.0
45+0.2
143+1.2
26+0.1
3302

A549

241+14
25.3+2.0
>30

9.3+0.6
40+0.3
9.8+1.0
1.4+0.08
2301

MCF-7

>30
>30
>30
12.7+0.7
58+0.6
11.4+0.8
3.7+0.07
54+03

SW480

>30

>30

> 30
13.2+0.8
6.3+0.3
8909
43+04
44+0.2

51



