. 492+ ¥ ¥ % Chinese Traditional and Herbal Drugs ¥ 37 ¥ 482006 5, 4 B

ALEBS -
AU KRS RENH NO £ H1EA

HeF.x ®L,FAM, RPN, e A
(1. thPAZHAEPE SR, T tHBE 110016; 2. BAKSHE £ EHEE . BEE THE  274-85353;
3. HHEKFHEIHFAR,T F EN 518055; 4. HFIHHERXKRGYHITHL.IF B 518055

# E.AN WREHANMESENLERS FEINEREAS MR RE R ET NO WERR UHES
BESUMFNH NO SR MEEES. FE RREMHESHEHTIREL FRERL RN TRITERE
2. MREBES AR BARE S LY IESBUPSIA - TR ETFN-V)ERH RAW 264. 7 KB E MM
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Abstract: Objective To study the chemical constituents of the whole plant of Pholidsta yunnanensis
and to examine the inhibitory effects of the isclated compounds on nitrie oxide {NO) production in activar-
ed rat macrophage-like cell line (RAW 264.7). Methods Various chromatographic techniques were used
to separate and purify the constituents, and their structures were elucidated on the basis of spectroscopic
analysis. The inhibitory effects of these compounds on NO production in RAW 264. 7 cells of rats activated
by lipopolysaccharide (LPS) and interferon-Y (IFN-¥) were tested in vitro by microplate ultraviolet-colori-
metric method. Results Seven compounds were isolated and identified as trans-3, 3', 5-trihydroxy-2'-
methoxystilbene ( I ), ¢i5-3, 3'-dihydroxy-5-methoxystithene (1 ), trans-3, 3', 5-trihydroxystilbene
(1), 3, 3-dihydroxy-5-methoxybibenzyl (batatasin-TI, N ), 3, 4'-dihydroxy-3', 5-dimethoxybibenzyl
(gigantol, V), 3, 3', 5-trihydroxybibenzyl (W), 2, 7-dihydroxy-4-methoxy-9, 10-dihydrophenanthrene
(coelonin, ¥ ). Conclusion Compounds I, W, apd Wl show favorable inhibitory effects on NO produc-
tion, compounds ! and [ are new compounds, and compounds 0 — VI are isolated from this genus for
the first time.
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= B A i Bk Photidota yunnanensis Rolfe J
Malstmay. 26 TRENN) .26 A%
. HeFSEEER DAL, BHHHE. R
R ARBA TR EAAR FEhER
RBERSERY. BaihsHa Bk 2 HEH
MEERZWHERRS, EMHHEERELE
T, EHAMREE ONZBERYE R HEEFH
Mk fE £ (LPS A Y- THFE IFN-DEFH AR
E WA (RAW 264. DA K NO MEE, BERE
BIRE % 30 mg/mL BHSERY 92. 1%, LM
HIER. BN EAERF> BT THR NEA D
HTHRLEONIEERYPLHEBRT 7 M
Y. BREBLERRAEI N EEHSEH. 23
BA-3,3.5-Z B E-2-FEE F LM (rans-3,
3, 5-trihydroxy-2'-methoxystitbene, 1) . MI=-3,
F-TEBRS-FEE X7 E (d5-3, 3 -dihydroxy-
5-methoxystilbene, 1) . R#-3,¥,5-Z8E_X
2 Cerans-3, 3', 5-trihydroxystilbene, B ).3,3'-
_EE-S-PEEBKTF (batatasin-T, V). 3,4- "8
E-3,5- T A EHERK (gigantol, V).3,3.5-=Z8
HEBF(3, 3, 5-trihydroxybibenzyl, V1).2,7- 7%
H-4-5 F &9, 10-ZH F (N B 2 T, coelonin,
., k&YW I AR EY L ~NEE
WM ZRHE P EER . FHEINE A RE S
MIBNO £ B EEMEFEMET 7 MeEY
MEH. KPP 1.V VEFEBRAHTEHXR
B W 4 2 AR NO BE R .

1 RF|EESHH _

AL & UV2401PC BUEA T R A K
H BT (B ) 5 4T 50 Fe i A & 3 FT/IR — 8400
U B0 728 8 41 51 53 {4 0 72 (KBr); ESI-MS
HR-ESI-MS 43 3| i Micromass Q-TOF &I # Bruk-
er Esquire 2000 B %X I = B E KA
Bruker Avance 400 4% R 3t i {5 3% (W € , TMS
hnti. BEEERER G G AR 20~
300 BX)AESBELT] £, Sephadex™ LH-20
R B Amersham Biosciences AB 4+ 8477 ,0DS-
A 120-8150 3 BH & YMC CO., LTD. A R4EF;
R SR LC-3A BE RGN, B
SPD— 10A B 50 a |64 T X F1 ODS # & 4
(Shim-pack, 20 mm X 250 mm,5 gm), HWHK
NO 4 g B MTP-120 8§45 {% (Corona Electric
CO., Ltd YHIE. Zi#f 2003 4 4 HW T @SN
HHRREATE, B FEARREREREBEEE. S

ETRIPHEXRAHAAEF L (RE:
YGXYPY-2003),
2 BRERESR

ZHAATHSE 2.3 kg, 60% Z BEE H R
B2 K. BK2hBERWZEEERFQR0g,
11.7%), B E K G 0 L) 8 KK EEMH 3.0
LX3) . BEZEEG. OLXIHETEG. 0 LxX3)H#
TR . BOa45. 0 g T B EH B, k-
BMEBEERE. B8 13 M4.Fr. 10 10
Sephadex LH-20 & i, F BE-7K (60 + 400 pBERR
W, RIG 4 ODS ik EH 15, LIF B-K (50 : 50,
70 = TOYERE, B K & HPLCLH BE-K (47 : 53),10
mL /min, 275 nmJ#E4L5 8 S v (11. 4 mg),
Fr.ll (10.4 )RR P REF G, S F®
(70: 1,60 ¢ 1,30 « D)REEBH . HE L ODS &
FAE i, B AE-7K (50 = 50,70 : 300 MEREA.B&
HPLCUHIB¥-7K (53 + 47),10 mL /min, 220 nm]4i{l,
BAGLEW T (50.6 mg) M N (14. 4 mg) . BEMRZBE
T4 (50.0 g), 28t mk AR %, S 6 R O 2
B, 455 13 PEB4r . Fr. 4 (5.6 g) 2 ODS & &83%, F
FE-K YR, Ba & HPLCL F BE-sK (42 ¢
58),10 mL/min, 278 nm |Ai{LE R4S P T (5.0
mg). Fr. 7 (6. 6 mg)# Sephadex LH-20 £ &, A
MokerE®KEE 8 A Fr.7-4 £0DS &
%, BRE-7K (40 : 60,50 * 50) BElGE, FE & 5 & HPLC
[ FAE-/ (38 ¢ 62),10 mL/min, 220 nm] 4445 3
L &%V (17.4 mg);Fr. 7-5 & ODS &, B i-
K (40 : 60,50 ¢ SOYPEHE, & # & HPLC#F fg-/K
(42 : 58),10 mL/min, 220 nm 4L 8Bk 48 |
(6.8 mg);Fr. 7-6 2 ODS H A%, PE-K 40 ¢ 50,
60 ¢ 40) BER, B2 K4 HPLCHE-K (38 : 62),10
mL /min,303 nm JA{LBHLAY T (5.8 mg),
3 SHEE

e8P HEAEREE.,. UV L2 nm (log
£):207(4. 507,304(4. 44) , R EFHF & . ESI-MS.
m/z 281[M+Na]*,259[M+H]",257[M—H]",
BrRMEMyFHREHN 258. HR-ESI-MS: m/2
259.096 5 [M + HI, 3 & £ % 259.097 0
(CoHO0, B % & 8 2 F A kCHLO0,,
"H-NMR (400 MHz,acetone-dg) ./ 2 TR AH
BHI5% §7.31(1H,d,J=16.5 Hz)H 7. 06 (1H,
d,J=16.5H) . RARGHPHFE-TRAER:3
A FHELHES S 7.16(1H.dd,J=7.7,1.8 Hz).
6. 94 (1H,t,J=7.7 Hz) # 6. 82(1H,dd,J=7.7,
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L8 H)BREMPHFE—-1,.2,3-ZBAHME
i3 M FHEERETS 6 6.59(2H,d,J=2.3 Hz) #
6. 31 (1H,t,J=2.3 H2) i L FEE — 1 1,3,5-=
BAKER AL ERENTFERNERGS
& 3.80(3H,s), C-NMR(100 MHz,acetone-d,}
#4815 4 HEES. 4 DEPT 135 1 HMQC ##%
EH 2 BERES 5 130.7 f1123.5,12 5K
BiESM 1 THFHERERGS. LEERRALED
I EF BB R R F BN E. HMBC %

Ef LUE B E R N AR 4 B B TE R LR P o
PHEES HFUHLBEMR. QESHETARGE
1), NOESY ifF R EEF S 3.80 HHES S
T3 RAEMRK AT SE— 5 A BEHE C-
2, ARATRAREMFERHNSEMPEFE I
PR, ABNEEECICS5MC, Hkiay!
HEEWEERRR-3,3 .- ZBHE-2-FEHE %
LI 1T EHLEY.

ey HEEER. UV S nm (log €219

#1 4£S%1MIHHNMR."C-NMRH HMBC /1% (in acetone-d; }*

Table 1 'H-NMR, "C-NMR, and HMBC Data of compounds I and I (in acetone-d, )*
1 1
R
&n 3 HMBC 3 éc HMBC
1 140.7 140 4 .
2 5.59 (1H.d,/=2.3) 106. ¢ C-4,C-6,C-o' (*.1);C-3(2))  6.70 (1H.t,J/=2.2) 107. ¢ C-4,C-6,C-a" (3.0)3C-3(3))
3 159.7 158.5
4 6.31 (1H,t,/=2.3) 103.2 C-2,C-6(3);C-3.C-5¢2)) 6.38 (1H.t.J/=2.2) 101.8 C-2,C-6030),;C-3,C-5(20)
5 159.7 162.2
§i 6. 59 (1H,d,J=2. 3} 106.0 C-2,C-4,C-o/ CI3C-5¢30)  6.71 (1H,1,d=2.2) 104.3 C-2,C-4,C-o' (47):C-3 (D)
1 132.0 139.7
2 146. 6 7.06 (1H,m) 1139 C-4',C-6' ¢ C-3" (8N
B 151, 3 158. &

{ 6.82 (1H.dd./=7.7,1.8)
5 6. 4 (1H,t.J=7.7}
& 7,18 (1H.dd,JJ=7.7,1.8)
o 7.31 (tH,d,/=16.5) 123.5 C-1,C-2,C-6'(AN)
o 7.06 (1H.d.J=16.5} 130.7 €-2,C-6,0C-1'C3D
2-0CH,  3.80 (3H,s) 6l.4 C-2'C3D)
5-0CH,

125.2 C-15,C-3'(AD;C-8' (2N

116. 4 C-2".C-6"(31);C-3'\C-5"(3) 6.75 (1H,ddd,J=8.0,2.4,0. 9

117.7 C-2,C-4",C-al31C-5' (5 7.08 {1H.dt,J=R8.0,9.0)

156 C-2'.0-6'(3.0),;C-3 (303
130.4 C-1',C-3' G0y

118.9 C-2',C-¢',C-af®])
129.6 C€-1,C-27,G-6"¢30)
129.5 €-2,C-6,C-1'(30)

7.21 {1H,t,J=8.0}

7.11 {1H.d .,/ =6.0)
7.11 (1H,d,/=6.0}

3. 81 (3H,s} 35.5 C-5(30)

a-f (in parentheses) in Hz

(5.88),306(5.89), RAERFEHE., IR em ™,
3389 R E,1585,1 497711 454 W ER MR IT
W, 683 RAEMAXNBEFA. ESI-MS:m/z 243
M+H]" 241 [M—H] @R HiX 2 THREN
242, HR-ESI-MS:m/z 243. 103 8[M+H]", i+ & {&
H243.102 1CHO00 L EA S e 4 TR H
C:H,,0, . '"H-NMR (400 MHz, acetone-d,) Fikf 7
TEFEAES . HP 4 AEES 6 7.21AHt,J=
8.0 Hz),7. 08(1H,dd,J=8.0,0.9 Hz).7. 06(1H,
t,J=2.4 Hz)fl 6.79(1H,ddd,J=18.0,2.4,0.9
HO)EARIA TR EZEGHPEE— 1,3- 2K
HRAMEF.3PEEE 86.71(1H,1,J=2. 2 Hz),
6. 70(1H,t,J=2.2 Hz) M 6. 38(1H,t,J =2. 2 Hz}
REGHHEELE—] 1,35 ZRAWEF, I
M E 2R ERERT 6 7.11(2H, d,J=6.0
HoOM— 1 %#F WP EENSES 6 3.81(3H,
s), "C-NMR (100 MHz,acetone-d; ) 3£H 15 %
"5.4%4 DEPT ft HMQC #EH 2 THREK

556 129.6 1 129.5.12 M FERESH 1 P
HEWFS. ULFERHRBALEH F REINL =X
LIRS B HMBC 3 h pfi %5 S5 1
BEWNTEFS5HBROEEFX.FTER.AES
HITARGE D, BT 1 SRS RIRL-
LI ZHRESPAREZRZE. V-1 HILEY.
ey LR RERRE L.

1 &% i I/Es
Fig. 1 Structures of compounds [ and 1
HEY L - REGFEE, UV A am (log
£):217(4.56),305(4. 54), ESI-MS: m/z 229[M+
HI*.227[M—H]" , Xt aFRE R 228,454
'H-NMR #1 “C-NMR # & 4+ ¥ & K CL.H..0;,
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'H-NMR¢400 MHz,DDMSO-d) #4818 4 A EF
£{F5 & 7.15(Q1H,t,J=8.1 Hz),7. 00(1H,br d,
J=8.1Hz).6.93¢1H,d,J=2.4 Hz) M 6. 67(1H,
ddd,J=8.1,2.4,0. 8 Hea){B &4 349 E M, I 4
BRFE—" 1L3-Z“RAAMRRF; B4 2 MEFS
{55 §6.42(2H,d,J=2.1 He,H-2,6)f1 6. 15(1H,

t,J=2.1He H-OBREMPELE—1 1,3,5-=
B EH; oA 2 MR EE S 6 6.92(2H,
s), 'H-NMR%iR 5 30k #RE — 8, @i HMQC
I HMBC A A ST AR (X ). RASE
ZALSYHEM A RR-2.3 .- 2BE RS,
RHBEERMNZRES P EET.

£2 L&WU-—~VIFH-NMRAC-NMRE B

Table 2 'H-NMR and “C-NMR Data of compounds Il —VI*
It Ve e e
i i %
% 8¢ SH dc By dc 81 dc 8u dc
i 138.7 145.5 4.3 14.0 1 s4OHAJ=2D 163
T REAS=RD 1046 6.2308.0,/=2.2) 1090 6 240 Hym) 081 SIHIHAS=2D) 0.7 ! 138
H 138.5 1344 1366 1583 I R0 [§1: A 1.1
4 EBHWI=2D 1023 & 171H/=0.2) |0 6. 2640Hm) B0 6 10HA=2D) 1.3 b 13.8
3 [38.3 8.1 160.7 1383 El L5t
§ SRR 66 6200 =20 1666 & 3101H.1J=1.1) 1087 &%IHd-2) N o JEER
! 1383 1347 1337 144 i B IIHd =53 1.1
! 5.SHIHd =20 3.0 BEOHLI=51 H6.3 5680EH.Ad,J=8.0,1.9) 12.9 6.720Hm 116.1 § o GTHA=E52 T 1128
¥ I3 1583 S 831K du/=8.0) He? 138.2 i 133.6
I BAMIAMI=E L4008 LT 6OR(HA 280,250 1158 1456 A G3(IHd =0 7.0.3.0.8) 1135 13 5, T6CIH ) [1EN]
PRS- AN ET ) 18,5 7.041H,14=8.1 1.2 He7 TRUHa=IN 130.0 fa 137
5 RHbdg=3 0 LS 660 b =80 1208 6 520H.d.J=1.9) UL¢ 5630w 1.3 J e o ny
v 6400 128.¢ 2732 H,m! e LM} i1 L78(Hm) i 1 La00Hm 0.3
¢ BHOHS 1267 2.950Hm) .1 LeHIHm! B0 OETNCHm B4 10a Lo
+HICH, 3.68¢3H.s} o B3 3TE3Hs) 2 +CH, 546005 b
SHICH, 3 UGHS W8
300 8.202H5) 305

P0H  L3CHs

a-J (Hz)s b-7E DMSO-d; il E ; -7 CD:OD H#E; d-7E CDCL i F; o1& acetone-d, Tl E

a-J {in parcntheses) in Hz; b-spectra were run in DMSO-dg; c-spectra were run in CD;0D; d-spectra were run in CDCls; e-spectra were

run in acetone-dg

EDN . RRAMRY. UV 2 nm (log
€):214(4.88),275(4.24),280(4. 21}, R ¥ H
7£. ESI-MS: m/z 267[M+NaJ*,245[M+H]*,
23[M—H] . MG FERN 244, %4
'H-NMR 1 “C-NMR # & 4 F & % C.H,;0;.
'H-NMR (400 MHz,CD,0D) e ,4 A FHEFLHFE &
7.04 (1H,t,J=8. 0 Hz,H-5'),6. 64 (1H,br d,J=
8.0 Hz,H-6').6.61 (1H,t,J= 2.1 Hz, H-2') #1
6. 58(1H,ddd ,J=8. 0,2.1,0. 8 Hz,H-4 ) iR R & #
ML L3 ZIAHER; F5 3 A FEEE
5§ 6.23(1H,t,J=2.2 Hz,H-2).6. 21 (1H,t,J=
2.2 Hz ,H-6)# 6. 17(1H.t,J=2. 2 Hz,H-4) L 8
WP EFEE—D 1,3,5- SRR ER 4.8 1
TEFTTHFEENESFES 6 3-68(3H,s,5
OCH W 2 P ER &M ERFT 6 2. 75(4H, m, Hy-a,
). HEVNVEAE -SERUSPREMIEE, &
G TARNEE BTN EY. Eid HMQC #
HMBC LI &AM K. S5 #THRE (£ .
‘H-NMRAC-NMREGR 5 X a8 — 8 #

FYNVHEHRR I —RES-HEART. Y
WM Z B P EER.

EHV - REOLHRY. UV 40" nm Uog
€):210(4. 88),281(4. 05) . ESI-MS: m/z 297[M -+
Nalt,275[M-+H]*",273[M—H] , E 7= 4 F
FiE ok 274, 'H-NMR#MPC-NMR ¥ #E 5 T Hk R
BEOH 34T - AR R E
KNZBHEY BB,

EPVREEHA, UV ALY nm (og €);
207(4.72),275(3. 80) , IRME cm 11 601,1 458.7R%
H HIEFEFE, ESI-MS: m/z 253[M + Na]*, 231
IM+HT",228[M—H1 , #3350 FHEEH 230,
'H-NMRFI*C-NMR ¥ 5 SCRR IR E 89 3.3 ,5-=
ERBRFHTE, AE RN ZREY PR3,

EPVL.XEERER, UV 4" nm (og e):
200 (4.69), 280 (4. 30), ESI-MS: m/z 265[M +
Nal*,243[M+H]",241[M—H] , IR A8 5+ F
BB 242, 8 4 'H-NMR f1 “C-NMR § & 4 F =&
#C,H,,0,. 'H-NMR (400 MHz,CDCl,) #1 3£ F 5
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THEFLES EPINERES 8 100H.d, J=
8 3 Hz,H-5).6.72(1H,dd,.J=§.3,2. 7 Hz,H-6)
M6 700H,m,H-) R T 1 ABX HEEfE & &
%, 0% 2 TRMBEHNTEFERARES 6 6.41(1H.4,
J=2.3 Hz,H-3)#0 6. 34(1H,d,J=2. 3 Hz,H-1);
WA A1 A EF LR EENERFT ¢ 3.86(3H,
5,4-OCH)® 2 M EREMEFS 6 2. 704H, br
s H:-9,10), B S WU RE ZEERNEHRHE,
GaaFREREN —EENHEY. B HMQC
FMHMBC T LI k. S fE S #HITHR (K 2),
'H-NMRAI"C NMRE# 5 XM — 8™, g b &
MUHEREFR 2, 7-ZBE- 4L WHE-9,10-Z
HECHERNEZEHEY PR,
4 MEAREWMMER NO HiEHERR

BUK B Wt 440 B R 40 i R (RAW 264, 7) 4 Hd
B 1.2 X 10%mL ¥ & & # & 96 FL % (Sumito-
moBakelite, # 8096R, Tokyo) ¥, 7E 37 C T g5 2
h, SRISHHLREE S (3.10,30,100 gmol /L) 5 LPS
(100 ng/mL)# INF-7(0. 33 ng/mL)— F A B4
M FEH P, SLFTE 37 CTHESE 16 h, #4035 3%
BOR ALK P A, BB R R0 L R AL
100 pl B Tt 96 FLAR B, ZEGFL A A 50 L
Griess 7 (1 0% SRR IAMEAL , 5 O BERR, 0. 14098
Z TR, ERTHEE 10 min . FABRME 550
nm W & 5 B 90 0 W 6 BE CAXME, M BREE 630
nm ¥ 5E /) H TR E (AME. FER—3k 96 FLEF .
E 5 B i A NaNO, ghinfE BB A LB NOy &
B AT A 2% L DUSR AD LPS.INF-7 F0EE & 5O 40 B 3%
FRUAE A2 B 5 LASK DR 55 RY 40 L B 5% WO B HE X
ML G # A B (resveratrol ) N FHEEXF B, B MTT
BN EMMEESERNO 18 F = (Appyme —
Azpa)/ (Apeyme —Azag) X100, HRAE 3,
I3 LU ESNHIRERARER NOHARER

Table 3 Results of inhibitory effect of compounds

on NO production by activated murine

macrophages in vitro

B & IC;/ (umol = L1
I >100
1 13.9
11 27.8
Vo =100
v 12.0
1 >100
H¥EFEE 20.8

* EREEE T CAMSER

# Do cytotoxicity in concentration detected

5 &#

NOR—-MfiEemARENEEE. BRLBA
mah— A RMELEEN. NOSSTFE
A MRS #E, E 4 IL-1.IL-2, TNF,IFN
SMPETRAASEWLPSHESTI U™
KB E NO, FE NO &8 32 0f DU B w40 B
HIEVE MM F o i TNF-o.1L-1a #1 Y-IFN £, X
6 B F %t ML BE A2 Bl 5 R AE 59 4 Y SO B 48 i
R A R S SR i R AR I T
Lt B i NO A RS . e R RER
ﬂﬁ*ﬂg}:ﬂ[u]n

LA S H AR E AN NO £ MK
EEHEMEER . SN ESRA WP TEREN T
AT THRENE SREVLEGY 1. NFIV
AR NO A B e in$l o A B & T ekt
BOFEFBERBARSEA MG IALR
WETHABREERN. KRB ZE AWM+
MR EER AT EREEY.

Hi# - FRAGHXFLBMBRTHLEEH,
EEBHARArmAKRE KRGS HAE; K
REARFT HohEaFnEitEikiE.HEL.
IHTEFEMNEFHME, FHELAFAS &5t F
¥ 2k SR,
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