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A new glycoside from Alstonia mairei Lévl.
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Abstract: Nine compounds were isolated and purified from 90% ethanol extract of Alstonia mairei Lévl by
using various chromatographic methods, including silica gel, SephadexLH-20, MCI Gel and ODS column
chromatography, combined with semi-preparative liquid phase separation methods. Modern spectroscopic methods
(1D and 2D NMR, UV, IR, MS, etc.) were used to identify the structures of the isolated compounds. They were
identified as mairoside A (1), 3',6-di-O-sinaloylsucrose (2), myristic acid (3), methyl myristate (4), ethyl myristate
(5), 3,4,5-trimethoxycinnamic acid (6), 3,4,5-trimethoxybenzoic acid (7), vinoline (8), kaempferol-3-O-rutinoside
(9), among which compound 1 is a new glycoside, compounds 4 and 5 are new natural products, and the nuclear
magnetic data of compound 4 were reported for the first time.
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Figure 1 Structures of compounds 1-9
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FERE5VHL

A1 TR, [0]X -1.972 (¢ 0.1, MeOH),
IR BRFEAEFERE (3452 em™) FFE (1 708 cm™) FIAEFR
(1593.1 516 cm™) FIRFAE L US04 ; UV /R 7E 206 nm
A A5 e R U . HR-ESI-MS %5 i #E 23 1 B 1 U6 m/z
765.220 1 [M+Na]", tF5HAH N 765.221 2, #EM H 73 15X
N C,H,0,, NEAFE R 13. &1 1'HNMR
(CD,OD, 500 MHz) 1% (% 1) 78— 41 3,5- — H 4 Jik-
4- 2 BE B TR B A5 5 [0, 3.87 (6H, s, 3"-OMe,
5"-OMe)- 6.46 (1H, d, J = 16.0 Hz, H-8").6.93 (2H, s,
H-2", H-6").7.69 (1H, d, J = 16.0 Hz, H-7")], H1 XU K]
B 65 50T = 16.0 Hz 1] AUV S xUkg AL — 4 IR i
FREILEALE S [0, 3.60 (1H, d, J = 12.0 Hz, H-1'2).3.66
(1H, d, J = 12.0 Hz, H-1'b). 3.71 (1H, m, H-6'a) 3.76
(1H, m, H-6'b). 3.89 (1H, m, H-5').4.32 (1H, t, J =
7.8 Hz, H-4').5.46 (1H, d, J = 7.8 Hz, H-3")]; — L0, g
HEFEREAS S [0,3.43 (IH, d, J = 8.9 Hz, H-4).3.46
(1H, dd, J = 10.0, 3.6 Hz, H-2).3.69 (1H, m, H-3).4.26
(1H, dd, J = 10.1, 2.9 Hz, H-5).4.46 (1H, dd, J = 12.0,
4.9 Hz, H-6a). 4.74 (1H, dd, J = 12.0, 1.7 Hz, H-6b).
5.51 (1H, d,J=3.6 Hz, H-1)]; #1—413,4,5- = H A 5K
I 3% & 15 5 [0, 3.81 (3H, s, 4"-OMe)- 3.85 (6H, s,
3"-OMe, 5"-OMe)~7.33 (2H, s, H-2", H-6")]. "“C NMR
(CD,OD, 125 MHz) i 3£ & /5 i 33 ANk {5 5, A6
14455 A5 (JHE AP R IRF — S0 2 4
B R I AT T+ 5 A H AR BE BRAS 5 A 12 A SR o e
5 (A8 — A E R — AN SR .

£ HMBC i (&1 2), H-1 5 C-2'# 3¢, #7- i &

R1

OH
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Wi 1Az 5 SO Y 20 AH I ; H-6 . H-6" 5 C-7"#H 5%, UE#
3,4,5- = F SRR R WY I R 1) 7767 5 7 %60 W 1) 6 R AHE
H-7"\H-8" H-3'5 C-9"#1 5%, i ¥ 3,5- — W1 % 2k -4-F2
L PVEEME L 1) 9 hr 55 SRBE B 3 AL A, I BL A E T i
P DB~ THD S5 4 o T 0 i i P A 5 B =
3.6 Hz N0 2/ A0 Bk (1 16 = L A o 105.1 1 € 6 &
R R SRR S i gk ) R 0T A8 L 23 0l g o AN Y. S R
IR AT AEAL JE D5 LC-MS #7814 2 B A0 SR8 (1) 4
MBI DM g b, WiE TALEM TSN (3-
O-sinapoyl)-f-D-fructofuranosyl-(6-0-3,4,5-trimethoxy-
benzoyl)-a-D-glucopyranoside, iy % 4 mairoside A

HO H-1H COSY —
QGHs HMBC.—

Figure 2 Key 'H-'H COSY and HMBC correlations of com-
pound 1
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Table 1 'H (500 MHz) and "*C (125 MHz) NMR data of 1 in CD,0D

No. Oy O No. Oy O

1 5.51 (1H, d,J=3.6 Hz) 933 3", 5" 154.4

2 3.46 (1H, dd, J = 10.0, 3.6 Hz) 73.2 4" 143.7

3 3.69 (1H, m) 74.8 3".5"-OMe 3.85 (6H, s) 56.7

4 3.43 (1H, d,J= 8.9 Hz) 71.9 4"-OMe 3.81 (3H, s) 61.1

5 4.26 (1H, dd, J = 10.1, 2.9 Hz) 7.5 7" 167.6

6 474 (1H, dd, J = 12.0, 1.7 Hz) 65.8 1" 126.4
4.46 (1H, dd, J = 12.0, 4.9 Hz)

It 3.66 (1H, d, J = 12.0 Hz) 65.7 2"6" 6.93 (2H, s) 107.1
3.60 (1H, d, J = 12.0 Hz)

2/ 105.1 35" 149.4

3 5.46 (1H,d,J=7.8 Hz) 79.6 4" 139.8

4 432 (1H, t,.J = 7.8 Hz) 74.1 7" 7.69 (1H, d, J = 16.0 Hz) 148.0

5 3.89 (1H, m) 84.2 8" 6.46 (1H, d, J = 16.0 Hz) 115.4

6 3.76 (1H, m) 63.2 9" 168.2
3.71 (1H, m)

1" 126.4 3",5"-OMe 3.87 (6H, s) 56.8

276" 7.33 (2H, ) 108.2

W E 2R A A 2% ) ); N-1100 B i % 78 & % A1 EYE-
LACA-3310 BG4 BEIG A 22 (R it BRAL 3 ik 20 2
#1); J5 2 1820C B 4l K ML (FE JK BE /R 7K Ak B %
PR 2 71); MCI Gel CHP-20 A1 L i #4 K} (H A =35 102
/~ #); SephadexLH-20 #F {4 1% #4 ¥} (Parmacia Biotech
A A, AR R AT (B AR (200~300 H, F &7
6 I)7); YMC-Pack ODS-A {7+ (250 mm x 20 mm,
5 um) F1 C18 ODS #: il A4 K} (50 pm, H A& YMC A FR
A, T Al K o dr AR R B DY AR 44K 2
BRA ).

FAMT 202048 HREAHE A HET IR
L, 23] B R 24 K 5 O B AR A D AT R R Y
BH WL B YN (Alstonia mairei Lévl.), TR A
PRAF T B o B 24 K 2 v 26 25 30 o 2R b R 9T (B
A5 YIM202008).
1 &#ESE

H4 7.8 kg MRS TR A R, F 90% 1 £ B[R]
AR W, B LS h, WERFAHENRE, RE D
£ 1% HCl 1, H 418 L B2 HX 3 Ik, 159 HE A Wi fr
147 g; B /K )2 K B8AL 2 pH 10 £ 4, T 22 2.1
FE3 R, BB T B AV AL 40 g5 koK )E H IE T
UL, B3 7 IE T BJZ 547 158 go

SEYRT AL 40 g, A (B M) AR S,
TR -H B RS (1001 0~0: 100) 34T B FE BB,
2 TLC R I 5L AMT R SR, & I 515 3 14 MR 4y,
9’5 NI A~No A4 0.6 g, I AALE (B 1) A
e, F A M- TR B R 88 (1002 0~0:100) 34T 86 1E
Ve, 4 TLC A VR AT T %L, & 915 2 8 M 7
A1~ A8, A6 HBALIT HE AL ELlE, DUA i k- — & e —
FHBE (5:5:1) BRI A7 BE L, 4K K15 2 Fr. A6-1~

Fr. A6-4, Fr. A6-3 (43.6 mg) £ 2 | & & %O M (0~
30 min, Z5-7K, 30%~75%) Ziitk, 132k 54 (¢, =
19.8 min; 1.0 mg) 15 (¢, = 22.9 min; 1.8 mg). B i/
2.0 g, it ODS A i, LHEE-IK (20:80~100:0) M ¥t
JiE 750 34k 47 6 E ¥k i, 75 31 B20.B40.B60.B80.B100 i
ANVAT, Fort Fr. BOO #Aio  fi FE €%, DL it
Jit 770 32547 e M, 4 TLC k& iR & I £3 2 Fr. B60-1~Fr.
B60-6, Fr.B60-2 £ - ifill £ =1 R AH (L5 -7K, 44:56)
aifk, 1521 59 8 (1, = 20.0 min; 59.6 mg). C.D #f
B 6 5159 2.6 g, o B I bR B %, DL O 3 i 7
1T ¥E M, & TLC £ iR & 3 19 % Fr. CD-1~Fr. CD-6,
Fr. CD-4 22 4 = 808 (0~35 min, 27K, 15%~
90%; 35~45 min, £ i5-7K, 90%) 4k, 15 2L &Y
3 (t, = 15.4 min; 3.9 mg) 1L & ¥ 6 (¢, = 26.3 min;
2.7 mg). Fr. CD-2, i ODS #F o 3% DL H EZ-/K (20:
80~100: 0) g ¥ Mt 771 32k 47 B6 £ BE i, 43 M AK IR A4S 2
Fr. CD-2-20%- Fr. CD-2-40% Fr. CD-2-50%. Fr. CD-2-
60%-Fr. CD-2-70%Fr. CD-2-80%Fr. CD-2-90%, H:
Fr. CD-2-40% Vi 73 2 *F il £ = RO AH (0~45 min, H
BE—7K, 15%~85%; 45~50 min, F FF-/K, 85%) 4tk 15
FIMLAEWT (¢, = 13.6 min; 3.5 mg).

IETEEER AL 158 g i MCLAE, I I EE-/K R4 (20:
80~100:0) 16 & Je i, 15 %] G20.G30.G40.G50.G70.
G100 AN 43, Horb G30 # Az id ODS #+ €1 ik, i H
BE—7K R G (5:95~100:0) £ 5 i, 15 5 G30-23%.
G30-27%. G30-23% FBA7 L B A (3, LA R h e
Jit 700 6 B, 4K Ik 45 $1) G30-23%-1~G30-23%-4, G30-
23%-4 22 Y1) 2% AORAE (HRBE-7K, 37:63) 4lifk, 153
&9 (1, = 48.0 min; 32.4 mg). G30-27% H A7 3L it
Je b s, FHFE R i, K IR 15 21 G30-27%-1~G30-
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27%-5, G30-27%-3 £ - il £ = RO AH (FBE-7K, 46
54) gk, B 2L AW (¢, = 27.8 min; 10.9 mg), G30-
27%-4 25 -1 %% e OB (R IE-K, 48152) 4lifk, 133
&2 (t, = 17.9 min; 11.1 mg).
2 WE 1RIKEE R BEEXT B R E

AL &1 (K% 1 mg), N2 mol-L"' HCI (3 mL)
7E90 °C N INFAKMAE 2.5 he IR GWEES Fik%+
)5 i H,0 (1 mL), F A 4R LB # B3 Ik, &Ik
I mL. PR CHFRJEWSE T 1, 1915 70, K2R 48 T 115
Wi o TE R4 I /K 2 IR i I L->F ok & e 1 s 26 2 28
(1 mg) FIALEE (1 mL) 7€ 60 °C/K#E FAN# 1.5 h, FEIIA
A F 2K AR FUR S (20 pl) £ 60 °C/KIE R m# 1.5 h,
3 X D~ 75 R T R L LR 28 W X B D- BB ) R
it~ L- SR 0T R 3R AT A R AT AR AR . KK RS
B AT AR P AN bR HE AT AR AT R A AT W
J# 43 #1 % A4 : Triple TOF 6600 UPLC/MS (AB SCIEX);
Kinetex C18 100 A (2.6 um, 2.1 mm x 50 mm); £ /& %
Jid: 0.1% F R K (A)-H B (B), (0~28 min) 40% B; £
T 40 °C, ¥iiE 0.3 mL-min™; i 4 fF: IE 5 TR .
I I LB AT AR S & bR AT AE IR £ B ()
HGT R H s, T € 7S 1 8PS B 2
J B 0N D-F & RE AN D-SLREY
3 FHEE

&M, B EmARY, 5% T BB, (o] -1.972
(c 0.1, MeOH), UV (MeOH) /__ (log &) 209 (1.72)-239
(0.70)-264 (0.46)-328 (0.59) nm; IR v, 3 452.2 925.
1708.1593.1516.1459.1 338.1 126 cm™; '"H NMR
(CD,OD, 500 MHz) #11"*C NMR (CD,0D, 125 MHz) #{
5 W, 2% 1, HR-ESI-MS m/z 765.220 1 [M+Na]™ (it 514
N C,H,0,Na", 765.221 2).

&2, EEWRY, 53T HEL, ESI-MS m/z
777 [M+Na]", 4> ¥ 3 C,,H,,0,,. F'H FIC NMR
(CD,OD, 500 MHz) %4 5 SCHR" %) b, # e fh &4 2
N 3,6--O-FF T RERE .

W& 3, ot EHIR &k, 53 T W EE, ESI-MS
m/z 219 [M+Na]’, 7+ 8 C,H0,. H 'HHI""C NMR
(CD,0D, 500 MHz) %4 5 SCERM xS b, i e b 54 3
NP L SE AT o

a4, Tt sk, 53T &40, ESI-MS m/z 233
[M+Na]*, 4¢ F XN C,H,,0, 'H NMR (500 MHz,
CDCl,) 6, 7.33 (1H, d, J = 1.4 Hz, H-6), 7.21 (1H, d, J =
1.4 Hz, H-4), 6.06 (2H, s, H-2), 3.94 (3H, s, 7-OMe),
3.89 (3H, s, 8-OMe); "C NMR (125 MHz, CDCl,) 6,
139.6 (C-1), 102.4 (C-2), 148.8 (C-3), 104.0 (C-4),
124.6 (C-5), 110.1 (C-6), 143.4 (C-7), 166.6 (C-8), 56.7

(7-OMe), 52.3 (8-OMe). LA b %df 5 SCHRM 0T L,
TENAY) 4 9P 5 R R ER I -

WE s, Him iRy, 5T A5, ESI-MS m/z
225 [M+H]", 45 T~ C, H,0,. 'H NMR (500 MHz,
CDCL,) 6, 7.33 (1H, d, J = 1.4 Hz, H-6), 7.22 (1H, d, J =
1.4 Hz, H-4), 6.05 (2H, s, H-2), 4.35 (2H, q, J = 7.1 Hz,
H-1), 3.94 (3H, s, 7-OMe), 1.38 (3H, t, J = 7.1 Hz, H-
2'); C NMR (125 MHz, CDCL,) d,. 139.5 (C-1), 102.4
(C-2), 148.8 (C-3), 104.0 (C-4), 125.0 (C-5), 110.1 (C-
6), 143.4 (C-7), 166.1 (C-8), 61.2 (C-1"), 14.5 (C-2"),
56.7 (7-OMe). LA %0#s 5 Cip™xf e, e &9 s
R G E B R T .

&M e, ot B R ES fh, 5% T W, ESI-MS
m/z 261 [M+Na]’, 73FxHC,H,,0,. H'HH"”CNMR
(CD,OD, 500 MHz) ¥4 5 SCHR" % e, #5476
N 3,4,5- = AR R .

&M, BB EM AR, 5T HEE, ESI-MS
m/z 235 [M+Na]’, 7+ 75 C,H,,0,. H'HF"”C NMR
(CD,OD, 500 MHz) ## 5 SCHRM % e, # et &9 7
N 3,4,5- = HEHRHR.

&Y 8, Tt Ry, % T &), ESI-MS m/z
335 [M+H]", 4r F XN C, H,,N,0,. H 'HF1C NMR
(CDCl,, 500 MHz) %#iE 5 SCERU %S L, e L &4 8
LTI

&9, 3 (&, ¥ T DMSO, ESI-MS m/z
619 [M+Na]", 4> T N C,,H,,0,,. F 'HAI”C NMR
(DMSO-d,, 500 MHz) %4 5 SCHRUIXE Lh, #f5e th 54
9 NIl ZWy-3-0- =& Mt

BB Tk FAr R A — R, T EW o 2 2
M E TR LB 2R UKHES 5 AT M SR BRI b & 0 5
gy TAE; BB F G I 7 B A5 0 %8 TR B2
LR T EH S E AU /KA 2 75 TR 5 S S it
i b BE AR B AR A SO E AR, SR SRR
Wil da 3 e o R e 4 e R TAE .

FIEE M. A MEE B ER s vl % .
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