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Abstract: Seven triterpenoids were isolated and purified from the 95% aqueous EtOH extract whole plants of
P. villosa by various chromatographic techniques, such as silica gel, ODS, Sephadex LH-20 gel column chromatog-
raphy and preparative high performance liquid chromatography. Based on physicochemical properties and spectral
analyses, the structures of the seven compounds were identified as 29-acetoxyoleanolic acid-3-O-a-L-arabinopyran-
oside (1), oleanolic acid (2), 3f-hydroxy-24-norursa-4(23),12,20(30)-trien-28-oic acid (3), 34-hydroxy-24-nor-urs-
4(23),12-dien-28-oic acid (4), ursolic acid (5), hederagenin (6), oleanolic acid 3-O-arabinoside (7). Compound 1 is
a new compound. Compounds 3, 4, 6, and 7 are isolated from P. villosa for the first time. All compounds were
assayed for their anti-inflammatory activity by the prodution of NO in lipopolysaccharide-stimulated RAW 264.7
cells. The results showed that compounds 1, 2, 3, 4, 6, and 7 significantly inhibited the NO release.

Wk H : 2023-10-16;  1&1E H A 2023-11-16.

FEE I H A = 7R KL 100 24 4L 4y BRI R T U - 24 443 ROt IR D 4% (20192X09735002-004); 2 B8 OB T BB E I 5L T ORI H
(2022AH040323); % PRI 24 15 55 L R BHI B BT H (KCTD202304).

LIRS — 1

*EIAEH Tel: 86-21-51322623, E-mail: chouguixinzyb@126.com

DOI: 10.16438/7.0513-4870.2023-1170



- 1006 - 242 %4} Acta Pharmaceutica Sinica 2024, 59(4): 1005-1009

Key words: Patrinia villosa Juss.; triterpenoid; anti-inflammatory; chemical constituent

H W% Patrinia villosa Juss. NW% B W % & %
AR, KR e AMOE AR Y 2 —, #h
FEI 25 8L (2020 hie) 205 DU S A o 0o Bk o 3, O,
J& TS R EE R 2, BATE AR EE HERR I AL
Tt WMok AR N R EAE S H 2, TR E
ferp AERE R KR S X2 A0 A, BT
AR VIR DU )1 ATV R L B AR At
ETEWE B B I AR I Z R M R A
T SRZN U T A% SN 7N S i N L SN
GCEHENHI SN =NV E IR T 1 AL/
W HIJEﬂﬁ'ﬁ;é??mﬁwmﬂfﬁ“Tf&#’ﬁﬁﬁ]\ﬁﬁ%, 3
SFEARE T 3T E Y, B 8 AN IR IEEE RS L 1A
W6 MARMRER 4 MNED 2 22 A FE R
AN S TE 8 NR S 2 N HAR 4y it 5%t
A 4 B4 5 0o HEAT R G 7L, IR s Tk
W R, Dy A AECE BT R R SR AR, AH SR
F 2 (3 73 B RO H = R or HEAT T 70 B AN
S, FAF R TA ZRE R AW AN 29- 4T
AEEFHUR TR -3-0-a-L-BT R BEH (1) TR (2).
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0.1, MeOH). il & 43 ¥ B il (HRESIMS) 45 i 1 77
T B TUE N m/z 645.402 4 [M-H]™ (i 518 )9 645.400 8)
& 'H NMR. "C NMR ¥ 1% £ 4% 77 #f 52 2o 7 008
C,,H,,O,, NMEFIE N9, L AMETEH R I3 381.2 932,
17161 456 cm™ AL AW, REZAE W) A FR Ak Gk
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'H NMR i 1 R — M@ i 115 5 0, 5.26 (1H,
brs, H-12), 6 AN B BLIE (5 5 6, 1.15 (3H, s, H-27), 1.03
(3H, s, H-23), 0.99 (3H, s, H-30), 0.94 (3H, s, H-25),
0.84 (3H, s, H-24), 0.81 (3H, s, H-26). C NMR i}
JLEIR 37T MRS 5, 454 DEPT 3, Al Z0 b HE—4>
BRI K 5. 181.4 (C-28), Wi ™I J& ik o, 144.8 (C-13),
124.1 (C-12), — M IEARH 3 6. 90.6 (C-3), —MiEH

¥ I JE 5 75.8 (C-29), 6 4~ I3 6, 28.6 (C-23), 26.4 (C-
27), 19.5 (C-30), 17.7 (C-26), 17.0 (C-24), 15.9 (C-25).
PRk, 46 A 9 1) 'H NMR A1 °C NMR 3 7 i & o —
AN I 3 3645 5 0, 4.26 (1H, d, J = 6.7 Hz, H-1"); 4.
107.2 (C-17), Ml — A LW A5 5 6, 2.04 (3H, s, H-2");
3. 173.0 (C-1"),20.7 (C-2"). LL by sEHRIER, 1L &
M1 REF ISR =2 H R EY. ek
49111 'H NMR. “C NMR.HMQC f1 HMBC i {5 &,
X HB A S AT TR, R L. BUEEY 1
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C-29 b5 ‘5 M o, 73.8 (L FE F| 5. 75.8 A, P& Hidfs B
AR B, IR O ESE A C-29 47 b, 455 ST AN
Uiy ik SR 5 ERO0T HDZE R BB 25 R A B R AR B, R
1A W0 1 1) 45 14 A 29-acetoxyoleanolic acid-3-0-a-L-
arabinopyranoside. 1t & ¥ 1 4 B /K fit & i1 £ 1k J5
HPLC 73 #r 45 B W, A4 1 A7 78 1) 5A0% O B7 I (]
5 a-L- B S A0 R80T HE S BE AR — B, SR & 1 ik
FEIRE N a-L-B R A BE

Table 1 'H NMR (400 MHz) and °C NMR (101 MHz) data of
compound 1 in CD,0D

Position Oy O, | Position oy O
I 1.59(m),0.97 (m) 39.8/ 20 355
2 1.81(m),1.68(m) 27.0| 21  1.48(m), 123 (m) 29.5
3 3.12(dd, 11.6,4.5) 90.6| 22  1.75(m)1.59 (m) 32.8
4 40.2| 23 1.03 (3H, s) 28.6
5 0.78 (brd, 11.4) 57.0) 24  0.84(3H,s) 17.0
6 1.51(m),142(m) 193] 25 0.94(3H,s) 15.9
7 148 (m), 1.30(m) 340 26 0.81(3H,s) 17.7
8 40.6| 27  1.15(H,s) 26.4
9 157 (m) 49.0( 28 181.4
10 349 29 3.75(2H,d,3.0) 758
11 1.88(m), 1.60(m) 24.5| 30  0.99 (3H, s) 19.5
12 5.26 (brs) 124.1 1" 426(d,6.7) 107.2
13 144.8 2" 3.56(dd, 8.8,6.6) 72.8
14 428/ 3 3.49(m) 74.3
15 1.76 (m), 1.08 (m) 28.8] 4 3.78(m) 69.5
16 190 (m), 1.62(m) 24.1) 5 3.82(m),3.50 (m) 66.4
17 478 1" 173.0
18 2.87(dd, 13.8,4.6) 41.7] 2" 2.04(s) 20.7
19 1.73(m),1.14 (m) 41.5

HMBC % 1 7] LA %2 1 H,-23, H,-24 5 C-3.C-4,
C-5,H,-25 5 C-1.C-5.C-9.C-10, H,;-26 55 C-7.C-8.C-
9.C-14, H,-27 5 C-8.C-13.C-14.C-15, H,-30 5 C-19,
C-20.C-21.C-29, H,-29 55 C-19.C-20.C-21.C-30.C-1"
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b F [T A o BRI, 11 Me-24 2 BER ) o 55 330 50 e 7
=1 ) D\E FF A AR 4, H-18 3 pHLIAI™, NOESY i
HHIER F W% E), H-185 5 Me-30 f1H-12; H-12 5 H-115
A H-184 ) NOE #H 2%, 1fi 5 Me-27, H,-29 J& NOE % X
U, 3k — 20 AT W& 3 H-118 5 Me-25 Al Me-26 [ 4
Kf5 5. LR, Me-25, 26 1130 4 g HLIAI, Me-27
MH,-29 Holm . HEEM1 58 M H A R =
i A A (R AR R ) B — S0 (B 1.2).

25 PR, AW 1 A5 S E N 29- LIS R 5S
BURIR-3-0-a-L-F Hif % (29-acetoxyoleanolic acid-
3-0-o-L-arabinopyranoside), 5 —#7 55 R TR Y — i
wEw.

6 ™ T P53 i %58 N FF BURIR (2)M.38-#2

F-24-[%- 1% 95-4(23),12(13),20(30) - = 45 -28-F& (3)!"!,
3B-$5 3 24-B5 - 5 5 -4(23),12- — H55-28-F% ()" FE IR
TR (5)!"H AR 2 T (6)" . TR R 3-0-F F 411 b
H (D ALY 3.4.6.7 N XM ZAEY) 5 15
F. (AWM I 1.
2 MREM

GERE, SR, L AW1.4.6.7 AEE
I LPS 55 RAW 264.7 B NO &, Fo 3Ok &
IC,, 5 5°h 26.48.25.65.25.75.16.45 umol-L'; tb 5412
3% LPS i 5 1 RAW 264.7 41 BB i (1) NO A5 4kl 1
FH, 21 Em ik B2 1C,, 15 43 51 > 47.51.31.14 pmol-L™;
BH 14 2 2 3 AR 1% 26 1C, 154 14.25 pmol L7

LI

Bruker AVANCE-III (400 MHz 5§ 600 MHz) %
FEAR Y B A (18 [E Bruker A 7]); PerkinElmer FT-IR £1.
AN TEAX (3 [E PerkinElmer 22 7]); Autopol VI jiE )t
% (3¢ [# Rudolph 2 7]); GRACE 1 J& i A 1% 43 (36
GRACE A #)); Ji£ 781X (EYELA WATER BATH SB-
2000) F174 %L E (EYELA COOL ACE CA-1111), HA
75 i 4k /A 7] ; Waters UPLC Premior Q-TOF Jii #24 All
Waters €2695 = %0 AH 4 i 4%, € [E Waters 28 & ; &7

Figure 1 Chemical structures of compounds 1-7

Figure 2 The key HMBC (—), 'H-"H COSY (====) and NOE (,~

) correlations of compound 1
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e GO 1S A (H AR B8 2 W] ); Shiseido Capeellpak
C18 250 mm x 20 mm il % €15k (H 4% 5% 4 5 A A));
Sephadex LH-20 (25~100 pm, 3% 38 f f1 #2 BE 7 4 [41);
YMC gel ODS-AQ (50 um, H A YMC H BR 2 7]); MCI
gel CHP20P (75~ 150 pm, H A& =S50 H R A A)); i+
JZEHTHRER (100~200 H, 200~300 H, 300~400 H, &
By AL A BR 2 A R R A K & R R R B
HSGF254 it I8 i (R & 10 K EE R KA IR A 7)), 4
Jil B (i 4%, 25 [ Dikma B PR A ), 28R L8 A
TR R RE . S e I R (o Ak, [ 2 4E
R FNE R AT, &P bt O/ O A e F
B (T, b A 2R B A | .

AL P villosa 4= 512018 4 8 A R H LA
EEAL S, Il LIEPEGRER N FHREE.
FEAEFR 4 BHBJ20180807 {R A7 - i R 245 Kb 24
W
1 EERSHE

TR (A E 4 515 kg, KRR ECRL R, 95%
LPREE B IR, KR G1F B RE L 4ke. KA
TR 02 B TR B T oK R AR A e —
Bt GRS B IE T BEAHL, 5[R0S0 771 )5 75 204N )
B () 2 BB A

TR AR 316 g4 200~300 H i E T
OB R, Al EE- R OB R4 (1000 1~0:1) AF L
B85 B e Jbt, TLC A & 34 [ 40 43, 15 3] 7 A4 5
(Fr. 1~Fr. 7)o Fr. 3 LR A, A EE- 28 L8
(20:1~0:1) B LIS 2] Fr. 3.1~Fr. 3.6, Fr. 3.3 45d
ODS i, /K- (3:7~0:1) Pelhif3 3 Fr. 3.3.1~
Fr. 3.3.7, Fr. 3.3.6 4 Sephadex LH-20 %t i 21 1%k FH i
e Ft 1) 2 VR AH €3 (30%~95%) Bf FE e i, R4
FE i (CE P - LR O 200 1) i3 B A
Y2 (35 mg). Fr5&mEfiit, — P H-FERS
(1:0~0: 1) #6 B P i 5 2 Fr. 5.1~Fr. 5.9, Fr. 5.3 &
ODS #: i, /K-HEE (9:1~0:1) Pefifd £ Fr. 5.3.1~
Fr. 5.3.10, Fr. 5.3.7 l Fr.5.3.8 i} & Sephadex LH-20
JR A (T - = SR e - TR EE 3130 1) e, &
Hl&HE O (CE T RE-CR LB 1) itk 5 21k
W13 (13 mg)-4 (15 mg)-5 (2 mg).

LR LR A BUERAL 110 g £ i i (i, A Tl i —
LR OBERSE (1000 1~0:1) B EEBEML, 13 3] 6 DM 7
(Fr. I~Fr. VI). Fr. VIZ MCI#E, K-HEE (4:1~0:1)
Ve 43 3] Fr. VLI~Fr. VLV, Fr. VLIV 73 5 4 th K+
W OK-FEERGE9: 1~0: 1) Pt B i+ F
SV, H A (20%~90% i) B B v i 3 5 4l
18 F4L-E9 6 (8 mg).7 (67 mg)-1 (33 mg).

2 WEYRBELKEE . OTE W R HPLC 7347

K 5 AR HL o-L-Fi) B2 A B A5 #E i 10 mg T 10 mL &
R, N ZE AR /K E 28T B RR 1 mg-mL FR 6 R R VAT
FEHMREUL AP 5 mg T2 mL BTN 50% B &
Ji%2.5 mg-mL" AR . BUhRAE ST S R A T mL
IONTRZ T, AN 0.4 mol- L' =4 B | mL, &
A1, H O, BNHEFEH 110 °C B3 h i, I H EE DK
JE T8 2 5% B R G IR A, 5 R A R T 200 wL 281K
o, U RS 8 EP A5 P 12 000 r-min” B0 5 min,
BY 1 3% 100 puL 2387 19 EP &+, I 0.5 mol-L"' NaOH
100 pL, VAT JE N 0.5 mol-L™ 1-ZK 5 -3- H 3t -5-
ntE R bk R (PMIP) FF 2945 916 150 L, VR 21 J5 70 °Clin #4
1 hBLHY, A0 100 pl 0.5 mol-L™" HCL ¥ ¥+ A1, b in
MK E 1 mL IS & =S S, PR32 1 min, A
07 2, 4k 825 5 23 R LABR 2 2 R 1) PMP, f Ja it
0.22 pum LIS, #E4T HPLC 4> BT . €8 3% 43 4 2% 14
Thermo Ultimate 3000 /& 2% i #H € i {X (HPLC) 5
Thermo U3000 — % & 5 %1 & I %% (DAD) Bt & 1 H,
AR 038 YMC-Pack ODS-A £ (250 mm x 4.6 mm,
5 um); VEANFH N BEIR S HR 2 (0.1 mol-L”' KH,PO,,
0.07 mol-L"' NaOH) 1 Z. i (17:83), &5 & ¥ e, It 3%
0.8 mL-min"'; i 40 °C; #EFER S pL, Kol K 254 nm,
IZAT I A] 100 mine 7E % HE & €0 1% B A, o-L- B 47 A B
(0 OR B B 8] 73.5 ming Ak A9 1€ 1 S 0% 1 £R B B
(8] 4 73.6 min, 5 a-L- B $7 A7 Bl % HE S 16 €0 0% g £f B
I ] B AR —F
3 KAEVNIRAEN

AR SEZB6 0T 4y 8545 B 4k & i@ i 5 LPS i 5/ R
I 40 i RAW 264.7 7= 42 NO il E F SR PR F 4t 4
WM. A RORAS R HAS T4 AU K RAW 264.7
41 i, FH DMEM 5¢ 4= 1 77 JE fi i) A 5 20 i 2 v, 40 e
T, BL1x10°4y-mL", &FFL 100 pL #1518 50 T 96 LR
H, 37 °C.5% CO, M3 R4 h i 92 24 he B
FI 4 (X DMEM 5 78 28) B A 4H (1 pg'mL™" LPS). 5K
4520 [1 pg-mL™" LPS + (1.10.20.40.80 1100 pmol-L"
EIN], BHEIANES. FrFE24 h, B HIER T E L
B, K H Griess ) & #RAE 77 2%, A D 40 i 35 75 W
NO & &% R —S LA G B (NOS) il 77 2 2k
T % 0V SR B 2 0 ] . R A, JE G CCK-8 i 17
i RAW 264.7 40 0 (1) 75 77, LAHEBR A 5 P 1 240 Jif 55 1
F4h . FBEFRACAE 540 nm W 58 % 7L G 1E (OD 1H),
THEAMH R A IC, . NOHIH|IZ (%) = (B84 OD
1H - 536541 OD1H) / (OD A4 — OD & F14H) x 100%.
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