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Figure S1. 'H NMR spectrum of 1 in CDCl, _ ?
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Figure S2. 1°*C NMR spectrum of 1 in CDCl;

10°
o
v I s
. __.-"'"" ___O_..-'E_H__h__-:..-_'_,.- -.___H. 5
3 i
” 7
1 g’!-
E ___..E'I'\-\._ Ea#'::"__ 2 D
1 *- | e gy
'xnﬁ;ﬂi“g;" 3
3 4
b daidad il ‘.‘mm bl U Ll el s oitad s bt ot wenhoncdolhacds gl it skl gL il g skl il i
200 180 160 140 120 100 80

CDCl;

INDEX

WoOoNAU P WNER

FREQUENCY PPM
.6
.1
.8
.8
.9
.9

20963
20254
20115
19662
19207
18053
16491
15897
15891
14658
14584
14206
14188
13482

9707

9674

9643

7842

7039

3445
2716
2697
2540

.

.8

.7
.9

.8

.5
.8

.7
.0

.4

.9
.5

uwouoo

HEIGHT

166.843 29.9
161.196 18.8
160.095 31.1
156.490 26.6
152.870 24.5
143.686 73.2
131.253 46.2
126.525 90.5
126.479 88.2
116.665 26.4
116.073 74.8
113.068 78.4
112.924 30.9
107.299 95.8
77.258 1110.1

77.000 996.2

76.750 1121.7

62.412 97.8

56.021 105.8

27.422 81.0

21.616 87.2

21.471 86.5

20.219 55.8

o ot 0 e el b, o s 41 0l o R 1 e LML b L

60

40

20

ppm



Figure S3. HSQC spectrum of 1 in CDCl;
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Figure S4. HMBC spectrum of 1 in CDCI;
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Figure S5. 'H-'H COSY spectrum of 1 in CDCl;
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Figure S6. NOESY spectrum of 1 in CDCI; (8H = 4.85)
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Figure S7. HR-ESITOFMS (positive) of 1
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Figure S8. Elemental composition of 1 calculated by single mass analysis o
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Figure S9. IR spectrum of 1 in KBr
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Figure §10. UV/Vis spectrum of 1 in methanol
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Figure S11. 'H NMR spectrum of 2 in CDCl;
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Figure S12. 13C NMR spectrum of 2 in CDCl;
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Figure S13. HMBC spectrum of 2 in CDCl;
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Figure S14. NOESY spectrum of 2 in CDCl; (6H = 4.84)

0 INDEX FREQUENCY PPM HEIGHT

JL J 1 2763.5 5.530 35.8

M, e 2 2755 6 5.515 74.4

Sample Name: b2 o e 3 2747?6 L0

e wonsx | o Cosnig fehffechnolified
Data Collected on: ol s:g

s

ormuzd-vnmrs500 ;

Archive directory: i . -
/home/walkup/vnmrsys/data/amilad [ [ HTT
sample directory: “xﬁﬁ Hmﬁﬁ

AD_117_76C_NOESY_20170511_01
FidFile: AD_117_76C_NOESY_ NOESY1D_ 03

Pulse Sequence: NOESY1D
Solvent: cdcl3
Data collected on: May 11 2017




Figure S15. HR-ESITOFMS (positive) of 2

AD_117_76C O ,J I
XS2_121616_009 20 (0.248) Cm (15:29 JL F MS AP+
_ _ (0.248) Cm (15:29) 243.1014 T ey 6.62e6
100- |
90.0104 l
' “TGT
Lﬁf‘ ~
109.0756
Sy
133.0630
123.9713
161.0818
174.0894
202.1082 345.1689
149.0824
296.1258
193.1075 262.1608 332.1020
211.1183 323.1396
G 6‘1‘ 111|2|2| — ;|. I lll:};.l I !I‘.! [ ! ! IH“ 1]| 1| } ] ’“! !|;1|“ l‘[} | :1! M.!{l | i ”l; ;'K . ‘[! I !(l’ e iLll - 5|i - f.l xJ|243|4:.|'1;3|41'0u“ - - ILl.‘m.‘]fm.".‘”,l“lh"]!um‘l.HIJl!‘.’l.‘l!l{‘%lll\‘lél‘[l.‘lﬁl.‘l.‘ﬂd.l.“.‘l!{f “! .h;ll‘llfl;“.“.'lfl»l m/Z
60 80 100 120 140 160 180 200 220 240 260 280 320 340 360



Figure S16. Elemental composition of 2 calculated by single mass analysis 0
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Figure S17. IR spectrum of 2 in KBr !’\9/” ] I 76C
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(V4
Figure S18. UV/Vis spectrum of 2 in methanol
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Figure S19. 'H NMR spectrum of 3 in CDCl;
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Figure S$20. 1>°C NMR spectrum of 3 in CDCl;
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Figure S21. DEPT spectrum of 3 in CDCl;
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Figure S$22. HSQC spectrum of 3 in CDCl;
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Figure $23. HMBC spectrum of 3 in CDCl;
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Figure $24. 'H-'H COSY spectrum of 3 in CDCl;
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Figure §25. NOESY spectrum of 3 in CDCl;
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Figure $26. HR-ESITOFMS (positive) of 3
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Figure S27. Elemental composition of 3 calculated by single mass analysis 0
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Figure S28. IR spectrum of 3 in KBr

Sat Feb 04 01:51:46:68 2017

m17)173C

0.
“:?"?;:
85 /
~0 J*
s '
D -
o "OH
0 y—
/
%
~ Q
g Iy oy
Gl 8T L3
&0 ¢ o=
r < ?:j
a = S
n @
S
m
i
t ©
t : &
A5 &
n
C
e
<
3
%
70+
3432.0, 68.017
4000 3500 3000 2500 2000 1500 1000 500

\Waveniimhers




Figure S$29. UV/Vis spectrum of 3 in methanol
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Figure $30. 1H NMR spectrum of 4 in D,0 l

g
INDEX  FREQUENCY PBM HEIGHT INDEX  FREQUENCY FFM HEIGHT 9]
1 1858.6  3.719 5.9 35 487.3  0.97% 90.8 ™ “MH-
2 1849.8 3.702 9.9 38 472.1 0.045 33,7 =
3 1844.4  3.691 4.7 37 466.3  0.933 54.3 HOOC., N COOH
4 1820.5  3.643 31.9 T 462.3  0.925 57.6 T e
5 1816.6 3.635 31.2 15 459.9 0.920 32.5 f
6 980.3  1.962 5.1 40 455.0  0.911 95.4 :
7 977.8 1.957 5.3 a1 447.7 0.896 40.0 Ir"'ﬂ\\_ ,f’“ “"'““-] '«,i;
8 975.4  1.952 5.4 ) : ; s
5 | | 4t Agilent Technologies
10 859.5 1.720 4.8 Sk
11 849.2 1.699 8.0 !
12 847.7 1.696 5.5
13 845.3  1.692 5.4
14 841.4  1.684 7.2
15 839.9  1.681 6.0
16 837.9  1.677 5.1
17 836.5  1.674 5.7
18 834.5  1.670 7.4
19 827.2  1.655 5.8
20 734.3  1.469 4.6
21 729.4  1.460 5.2
22 726.9  1.455 5.2
23 721.1  1.443 7.1
24 716.2  1.433 6.0
25 713.2  1.427 6.5
26 708.3  1.418 5.7
27 630.6  1.262 5.8
28 623.2  1.247 7.1
29 621.3  1.243 5.9
30 617.4  1.235 5.4
31 614.0  1.229 6.5
32 610.0  1.221 5.4
33 608.1  1.217 5.0
34 494.1  0.989 83.7




Figure S31. 1*C NMR spectrum of 4 in D,0
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Figure §32. DEPT spectrum of 4 in D,0O
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Figure $33. HSQC spectrum of 4 in D,0O
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Figure S34. HR-ESITOFMS (positive) of 4
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Figure S35. Elemental composition of 4 calculated by single mass analysis
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Figure S$37. UV/Vis spectrum of 4 water
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Figure $38. HOMODEC NMR spectrum of 4 D,O (8H = 3.71)
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Figure $39. HOMODEC NMR spectrum of 4 D,O (§H = 1.67)
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Figure $40. HOMODEC NMR spectrum of 4 D,O (8H = 3.64)
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Figure S41. HOMODEC NMR spectrum of 4 D,0 (8H = 1.94)
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Figure $42. HOMODEC NMR spectrum of 4 D,0O (8H = 1.45)
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/ Figure $43. HOMODEC NMR spectrum of 4 D,0O (8H = 0.97)
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Figure S44. HMBC spectrum of 4 in D,0O
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Figure S$45. 'H-'H COSY spectrum of 4 in D,0
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Figure $46. NOESY spectrum of 4 in D,0 ~
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Table 1. MTT, LPO and COX assay results for compounds 1-4 isolated from P. haussknechtii

Concentration MTT @b LPO % COX-1%4 COX-2¢d
(absorbance) (fluorescence) (Inhibition %) (Inhibition %)
1462 uM  0.605 +0.02 ND ®© ND © ND®
73.1uM  0.251+£0.03 53.6+21 63.7+3.0 60.1+£0.9
36.5uM  0.134+0.01 374+1.6 494104 42.1+0.3
183 uM  0.065+0.01 224 +0.8 28.6+0.4 29.8+0.3
9.12 uM ND® 159+2.2 10.8+2.7 141+2.8
1453 uM  0.528 £ 0.04 62.6 +2.4 ND © ND©
72.6 UM 0.259 + 0.02 46.2+1.8 55.8+0.8 53.9+3.7
36.3 UM 0.160 + 0.03 24.7+1.6 452+ 2.7 40.7£0.3
182uM  0.081+0.03 17.9+0.9 246+0.1 33.7+13
9.07 uM ND ® ND ® 21.1+14 23.9+0.6
178.6 uM ND * 60.3+2.2 ND © ND®
89.3uM  0.651 +0.02 425+15 18.2+0.3 48+1.7
446 uM  0.328 + 0.05 26.1+14 ND © ND®
223uM  0.166 +£0.03 195+0.8 ND ® ND*®
11.1 yM 0.054 £ 0.01 ND ¢ ND © ND ¢
139.6 yM ND ¢ ND ¢ ND ¢ ND®
69.8uM  0.680+0.04 615+3.1 46.1+0.3 755+ 3.6
34.9 yM 0.370£0.05 445+27 37427 49.1+0.2
17.5 uM 0.217+0.05 295+0.8 21.1+£0.3 336+1.1
8.71 yM 0.127+0.06 19.2+14 149+0.1 222+15

“Values are expressed as mean + SEM (n = 2). ’Positive controls vitamin C and TBHQ gave
absorbance values of 0.49 and 0.50 at 142.1 and 150.4 pM, respectively. ‘Commercial

antioxidants BHT, BHA and TBHQ with ICs, values of 10 uM, 6.9 uM and 5 pM, respectively.
9The standards aspirin, ibuprofen and naproxen with ICsy values of 600 uM, 72.8 uM and 52.2
uM, respectively for the inhibition of COX-1 enzyme activity and Celebrex® and naproxen with
ICso values of 1.3 uM and 52.2 puM, respectively for the inhibition of COX-2 enzyme activity.
Data not available.



Figure S47. Chemical structures of known compounds
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Figure S$48. 'H NMR spectrum of isoimperatorin in CDCl,
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Figure $49. 1°C NMR spectrum of isoimperatorin in CDCl;
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Figure S$50. HSQC spectrum of isoimperatorin in CDCl,
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Figure S51. 'H NMR spectrum of osthol in CDCl;

CDCl;
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Figure S§52. 1°C NMR spectrum of osthol in CDCl;

CDCl;
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Figure S53. 1H NMR spectrum of oxypeucedanin in CDCl;
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Figure S$54. 1*C NMR spectrum of oxypeucedanin in CDCl;
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Figure S55. 'H NMR spectrum of malic acid in CD;0D
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Figure S$56. 1°C NMR spectrum of malic acid in CD;OD
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Figure S$57. 'H NMR spectrum of p-coumaric acid in CD;0OD
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Figure S$58. 13C NMR spectrum of p-coumaric acid in CD;0D -
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Figure S59. 'H NMR spectrum of 3-phenyllactic acid in D,O
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Figure $60. 13C NMR spectrum of 3-phenyllactic acid in D,O
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Figure S61. DEPT spectrum of 3-phenyllactic acid in D,O
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Figure $62. HMBC spectrum of 3-phenyllactic acid in D,0O
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Figure S$63. 1H NMR spectrum of ferulic acid in CD;OD HaC -0 0
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Figure S64. 1*C NMR spectrum of ferulic acid in CD;0OD
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Figure S65. DEPT spectrum of ferulic acid in CD;0D
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Table 2. LPO and COX assay results for known compounds isolated from P. haussknechtii

Compound Concentration LPO COX-1°% COX-2°
(fluorescence) | (Inhibition %) | (Inhibition %)

isoimperatorin 92.6 UM 65.5+0.7 25.0+4.7 16.1+1.8

102.5 uyM 56.0 £ 0.5 58.7+0.1 57.0+3.1

51.2 uM ND ¢ 46.7 +5.7 39.8 +0.2

osthol 25.6 UM ND ¢ 35.8+0.6 21.0+0.2

12.8 uM ND ¢ 19.6 +1.9 10.5+0.2

oxypeucedanin 87.4 UM 385+04 205+ 0.6 29.7+1.8

malic acid 186.5 UM 73.0+£0.8 122+1.1 135+1.8

a\alues are expressed as mean = SEM (n = 2). PCommercial antioxidants BHT, BHA and
TBHQ with ICso values of 10 uM, 6.9 uM and 5 uM, respectively. che standards aspirin,

ibuprofen and naproxen with ICs, values of 600 uM, 72.8 uM and 52.2 WM. respectively for the
inhibition of COX-1 enzyme acfivity and Celebrex® and naproxen with ICsy values of 1.3 uM

and 52.2 uM, respectively for the inhibition of COX-2 enzyme activity.
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