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Abstract

A new C-linked chalcone-dihydrochalcone dimer, named dracidione, was isolated from the ethyl acetate
extract of dragon’s blood resin of Dracaena cinnabari Balf. f. Structure elucidation of the new
compound was carried out by means of one- and two-dimensional NMR spectroscopy in addition to
high resolution mass spectrometry. The unique structure incorporated a chalcone and a dihydrochalcone,
which is reported for the first time from nature. Furthermore, dracidione showed moderate a-glucosidase
inhibitory activity with 1Cso= 40.27 pg/ml.
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Figure S1: Selected key HMBC (- ) and *H-"H COSY (====) correlations of dracidione.
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Figure (S.2): "H-NMR spectrum of dracidione. (500 MHz, CDCl,).
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Figure (S.3): *C-NMR spectrum of dracidione. (125 MHz, CDCls).
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Figure (S.4): DEPT-135 spectrum of dracidione. (125 MHz, CDCl5).
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Figure (S.5): HSQC spectrum of dracidione.
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Figure (S.6): HMBC spectrum of dracidione.
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Figure (S.7): COSY spectrum of dracidione.

f1 (ppm)



e Yt Qs Bz e el 11 gt 255 0T 10 s

File

Edit View Display Grid Actions
BT &8
- 2R

o

H W

= iRl

(PRt 8¢

Tools Window Help _[=

E° 55 3

i3

Fatima Sample E11 Negative - 25-05-2019 05/25/19 17:27:20

1] Fatina Sample E11 Negative - 250
~nofle-
~nofle-
~nofile -
-nofle -
~nofle-
~nofle-
~nofie -

BXBRXX XXX

RT 0.00-0.41

NL.
100 3.68E0

TIC MS

Fatima

Sample

E11

Negative -

25-05-2019

Relative Abundance

002 003 005 0.06 007 009 010 010 012 015 0.16 0.17 0.18 0.19

e m B T B W B B Mo A g TS .

L e e e e B S e e A e e e S e e S I e
0.20
Time (min)

Fatima Sample E11 Negative - 25-05-2019 #52 RT:0.23 AV 1
T: FTMS - p ESI Full ms [160.0000-2000.0000]

100

NL: 1.57EQ

507 1805

Relative Abundance

4331286
3011183 421.1287| 4502019 :‘9‘—]49“‘
Tt Tty

400

301.165
T

300

|
T
550

197 8070 2390707 271.0972
T e

3471707
T
350

5231754 552165
! 585.3279 6218045 555 o959
650

697 4669
T
700

7452483 763.3862
T
750

600

T
200 250 450 500 800

miz

Figure (S.8): Negative-mode HR Mass of dracidione.
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Figure (S.9): UV spectrum of dracidione.
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Figure (S.10): IR spectrum of dracidione.
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Table S1: 'H- (500 MHz) and **C-NMR (125 MHz) data for dracidione in CDCls.

Position 'H [6; mult.; J (HZ)] BC [4, type]
1 134.7,C
2/6 7.55-7.57m 128.6, CH
3/5 7.35-7.37m 130.7, CH
4 7.21* 128.1, CH
7 7.79d (15.9) 144.7, CH
8 7.46 d (15.9) 120, CH
9 192, C=0
1 114.7,C
2' 163.2,C
3 115.4,C
4 161.3,C
5' 6.23 bd 108.3, CH
6' 7.54* 129.3, CH
7 382 22.4, CH,
1" 120.2,C
2" 157.2,C
3" 6.35s 99.5, CH
4" 153.3,C
5" 117,C

6" 7.26s 132.9, CH
7" 2881(7.3) 255, CH,
8" 3.16t(7.3) 39.4, CH,
9" 201.6,C
i 136.6, C
26" 7.89d (7.4) 128.2, CH
3"/5™ 7.35-7.37m 128.7, CH
4" 7.45-7.48 m 133, CH
2'-OH 14.38 s -

2"-OMe 3.64 55.4, CH;

*Signal is obscured
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General experimental procedures

NMR measurements in CDCI3 were performed on Bruker DRX 500 spectrometer operating at 500 MHz
for 'H- and 125 MHz for *3C-, respectively, using the XWIN NMR software package for the data
acquisition and processing. Negative-mode HRMS were recorded on a Finnigan TSQ 7000 and HR-
Mass Spectrometer and an UPLC-Quadrupole Orbitrap instruments. Chemical shifts () are expressed in
ppm. Chromatographic investigation was performed using silica gel (60-230 mesh, Merck, Germany).
Thin-layer chromatography was carried out using Merck precoated silica gel Fys, aluminum plates
(Merck, Germany). a-glucosidase (Saccharomyces cerevisiae), acarbose and 3,5-dinitrosalicylic acid
(DNS) were purchased from Sigma-Aldrich, Bangalore. p-nitrophenyl-a-D-glucopyranoside (pNPG),
sodium carbonate, sodium dihydrogen phosphate and disodium hydrogen phosphate were purchased

from Hi-Media, Egypt.
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a-Glucosidase inhibitory assay:

The a-glucosidase inhibitory activity of dracidione was carried out according to the standard method
described by (Shai et al. 2011). The reaction was performed in a 96-well plate. Briefly, the reaction
mixture consisted of 50 ul phosphate buffer (100 mM, pH = 6. 8), 10 ul a-glucosidase (1 U/ml), and 20
ul of varying concentrations of the test compound (1000 to 7.81 pg/mL) was pre-incubated at 37°C for
15 min. Then, 20 ul pNPG (5 mM) was added as a substrate and further incubated at 37°C for 20 min.
The reaction was stopped by adding 50 ul Na,COz; (0.1 M). The absorbance of the released p-
nitrophenol was measured at 405 nm using Multiplate Reader. Acarbose at various concentrations (1000
to 7.81 ug/ml) was used as a standard a-glucosidase inhibitor. The results were expressed as percentage
inhibition, calculated using the formula, Inhibitory activity (%) = (1 — AJ/A¢) x100, where, A is the
absorbance in the presence of test substance and A. is the absorbance of control. The 1Csy value was
defined as the concentration of a-glucosidase inhibitor required to inhibit 50% of the enzyme activity

under the assay conditions.

15



