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33 E 289 10y k2 GraphPad Prism 4.0 A2ZEYo]E o] &3lo] Hrslglom, 1
140.20, 23.38, 20.10, 4.59 % 45.65 pME YERRSIC (F 2). olg3 A¥E &
Zvr= 3IgHE 29 golold Yl fFREAE &, 3E 6~82 AlXEA glo] A IAS 3

2do, B ygse uEa-sy kg, =2ul A
3.
[}

;z]g_ ;g_.?gxq =4 aLx—] }.3"7 o] Q%L%_g_o

=

A3, 8gHE 6, 7 R 8] 10 pM F=oA & <4
Thee SheHE 8 (60.8%) % SkHE 6 (55.2%) woldal, AEEAFe gl

LlLll-ﬂmE
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Kieselgel 60 (60-120 mesh, Merck)S ©]-83}o] =33} it}.

3,4-to| A e M=z LHEo] = (3,4-Dibenzyloxybenzaldehyde) (F3HE 10)
3,4-tfolslol EZ A Wl = et d|Elo]l = (FE 9) (1.0g, 7.24 mmol)9}F K.CO; (4.302g, 31.13mmol)ZE DMF (18mL)
of Q@i wyksk Fetdo] wld B Eulol= (2.58mL, 21.72mmol)E A-2oA I e 7}0}0“2} 52 80T
oAl 12A1ZF Bt muksIITE, WES R ?, Ao A3|al, Celite® =R gk & o2 (50 ml)ZE
AATE. B0 ComL)E A& 7teta F+ T8 AT, 8IS JdHE (2x60ml) 2 FE3Ior. EF
71 8mZ& 10 (3x50mL), 2194 (2x50nL)E A, ¥4 Na,S0, 2 Ax3 & AFgE=eqet. x3gdEe 2
2 F2ulEa#ld (EtOAc:Hexane=1:1)2 AASI] 438 2 10 (2.14g, 93%)<S IYh. $&: 93%;
Ri=0.53 (EtOAc:Hexane=1:5); =7 89-91 C; H NMR (300MHz, CDCls) & 9.81 (IH, s). 7.49-7.27 (12,

2vh)

[e:
M

m), 7.03 (1H, d, J = 8.1 Hz), 5.28 (20, s), 5.23 (20, s); C NMR (75MHz, CDCly) & 190.6, 154.0,
149.0, 136.4, 136.1, 130.1, 128.5, 128.4, 128.0, 127.9, 127.2. 126.9. 126.6. 112.9, 112.1, 70.9. 70.8.

E@A-3,3",4,5'-AlExt A LA 2~EH (trans-3,3',4,5'-Tetrabenzyl oxystilbene) (3+E 13)

Nall (0.018 g, 0.77 mmol)E < THF ( =

el 7 THF (2 nL) &S g &4 7hebar 3087 wwkskqlvk. sk 10 (0.067 g, 0.21 mmol)o]

THF (4 mL) &% st BRI ¥ dm F, 0 TH

Aslal dFER BeS HEAY. EFE2 EtOAc (2x25mL)i FZ39t. £3 471 8mES 2945 (2x20m
T A

=
2ZulE 73] (EtOAc:Hexane=1:5)= A

o
ol
2
ui
BN
ot
o
et
lo
i)
o
H

=
LE A, F
Aste] Awda mA SFE 13 (0.123g, 97%) S AT R=0.55 (EtOAc:Hexane=1:3); =7 155-157 C; H
NMR (300MHz, CDCly) & 7.51-7.32 (20H, m), 7.13 (1H, d, J = 1.5 Hz), 7.02 (1H, dd, J = 8.4, 1.5 Hz),

6.97 (11, d, J = 16.5 Hz), 6.92 (1H, d, J = 8.4 Hz), 6.83 (1H, d, J = 16.5 Hz), 6.74 (2H, d, J =
2.1Hz), 6.55 (1H, t, J=2.1Hz), 5.23 (2H, s), 5.21 (2H, s), 5.08 (4H, s).

E@P2-3,3",4,5'-HEZ3 | =FA | =LH (trans-3,3',4,5'-Tetra hydroxyst i lbene) (d 201l
piceatannol) (FFE 2)

3stE 13 (0.079g, 0.13 mmol)¥} w2 A ol~=EAF (0.002g, 0.01 mmol)E F CH,Cl, (2mL) ol A xLuk
3 golo]l BBry (CH.Clooll &3afi3k 1.0M &9, 0.52mmol) S 3+ WA -20 CollA 7}3taL o] &= & 3+ A7F Hot
ol

ol
ek, g EEES 2ol HiEF skal 7 ARE st wwkskglth. vkg gR® F, 0 CTE A3]al HO
’&

(2mL) & AA8] 7hshaivh. E3F=-2 EtOAc (2x20mL) = -%%6}%1:} =3 7718 A (2x10ml) &=
T NaSO, 2 Axd F JesHeoi. 234922 2 2ok 229 (CHyCly:MeOH=10:1) = g A|5ke] <

@ mAel AAE SFE 2 (0.01 g, 3200 AATH. R=0.81 (CHCL:MeOl=4:1); 3 227-229 C; 1H NVR
(300MHz, CDOD) & 6.85 (1H, d, J = 2.4 Hz), 6.78 (1H, d, J = 15.9 Hz), 6.72 (11, dd, J = 8.4, 2.4
Hz), 6.62 (1, d, J = 15.9 Hz), 6.61 (1H, d, J = 8.4 Hz), 6.31 (2, d, J = 2.4 Hz), 6.03 (1H, t, J =
2.4 Hz); C NWR (75MHz, CDOD) & 159.5, 146.4, 146.3, 141.1, 103.9, 129.5, 126.8, 120.0, 116.3,

113.7, 105.6, 102.5; EI-MS m/z 244 (M+), 227, 149 (base).

4-(3,5-tholdlo| =E A Hv & )Wl A-1,2-t}o| & {4-(83,5-Dihydroxy phenethyl)benzene-1,2-diol} (FFE 3)

35 13 (0.302 g, 0.50 mmol)S MeOH (5 mL)ollA] mwFEE &M 10% Pd/C (0.150 g)& 7}8tar AF2oA] Wt
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Al g 1719 Sl 43 WSS AFFHT. ERELS Celite® =R s, o3ES AFEFIA
Z33Ee AY m32utEa#y (EtOAc:Hexane=1:3)E AASFe] dxgb 1z 3= 3 (0.079 g, 64%)<
Ath. R=0.23 (EtOAc:Hexane=1:1); =% 151-153 C; H NMR (300MHz, CD:OD) & 6.58 (1H, d, J = 7.8
Hz), 6

J=1.8Hz), 2.67 (41, s); C NMR (75MHz, CD:OD) & 159.0, 145.8, 145.5, 144.0, 134.8, 120.5, 116.4,

.54 (1H, d, J = 1.8 Hz), 6.41 (1H, dd, J = 7.8, 1.8 Hz), 6.06 (2H, d, J = 1.8 Hz), 6.02 (1H, t,
116.1, 107.9, 101.0, 39.6, 38.3; EI-MS m/z 246 (M+), 179, 123 (base).

4-oju]| = ¥ilAl-1,2-t}o] 2 Jlo|=2FZo|= (4-Aminobenzene-1,2-diol hydrochloride) (3}3= 15)
£

4—olERwA-1,2-t)o] & 33E 14 (0.079 g, 0.51 mmol)Z MeOH (5 mL)olA xnLyhah

(palladium on carbon) (0.08 g)& 7}8lal A-2oA WA $4 17]¢F st A 438 Hvks-S R a3}

2 Celite® WER oJ3lar, JIELS AFEEH3T. 23FEL tolodoH = (6 mL)ol €3]t HCl 7]

A2 1587 AFol dxE &grt. gl 7stete]l AAst 3FE 15 (0.063 g, 77%)E ARom, oA
70

o] AASA @i oS wgo] o] @akith. H IR (300MHz, D,0) & 6.77 (1H, d, J = 8.4 Hz),

6.61 (1H, d, J=8.4 Hz); CNMR (75MHz, D,0) & 144.9, 144.5, 122.1, 116.6, 115.1, 110.9.

M(3,4-t}ol3}to] =& Al d)-3,5-1} 0] Bl o] EF Al 2o} mfo] = {N(3,4-Dihydroxyphenyl)-3,5-
dihydroxybenzamide} (3}&E& 4)

s}3HE 15 (0.050 g, 0.31 mmol)E 5 DMF (4 ml)ell i1 uwhgk gfo] Exoeonl (45 plL, 0.32 mmol)
S 2o g A 1583 Jskdt). 3, 5-thelsto| EE A R4, 31EHE 11 (0.048 g, 0.31 mmol)&
DMF (4 mL)o ¥ir wwkdk 8o HATU {1-[Bis(dimethylamino)methylene]-1H-1,2,3-triazolo[4,5-
Ipyridinium 3-oxid hexafluorophosphate} (0.126 g, 0.33 mmol)E 7}3}aL Ab2o A 158-7F nuksit). o]

o

el 7] &l Fid = 155 FhbeR A Thekar, Foil %%L%L 124)7F E<t ankahqict,
e g F vl WY Sl AASI L 2eFES Ay AZvfEIY] (CHCl:MeOl=10:1) &2 A3t &

st Alg moko] F3E 4 (0.027 g, 33 9)E IAUrt. R=0.17 (CH,Cl,:MeOH=5:1); H ONMR (300MHz, CD{OD) &
7.17(1H,t,J = 1.5 Hz), 6.84 (1H, dd, J = 8.4, 1.8 Hz), 6.74 (2H, d, J = 1.5 Hz), 6.70 (1H, d, J = 8.4
Hz), 6.40 (1H, d, J = 1.8 Hz), 3.32 (1H, s); C NMMR (75MHz, CDOD) & 168.7, 159.6, 146.0, 143.4,

138.4, 131.8, 115.9, 114.2, 110.8, 106.8, 106.5; EI-MS m/z 261 (M+), 223, 149 (base).

4-((tert-FErio|HE A )& A])-3-H| EA I Z L H 3lo| = {4-((tert-Butyldimethylsilyl)oxy)-3-
methoxybenzaldehyde} (& 17)

olult}E (0.179 g, 2.63 mmol)S F-5= DMF (4 mL)olA] mwukst 8ol TBDMS-CI (0.396 g, 2.63 mmol)S 7}8}
I oA 3087 wtslSitl. 4-3fo] EEA-3-H EA M =L slol =, 31E 16 (0.2 g, 1.31 mmol)9] F¢
DMF (3 mL) &8 A7 &3Eo A3 7takal 8AI7F F<t H

Asta H0 (10mL)E 718} CHCl, (2x30mL) 2 3=Z3}9 ).
Na.SO, 2 AZsta AF5E3Act. Z3qEe Ax a=2rE 18y (EtOAc:Hexane=1:9)% A A|3d}o] A5} o
Al =43 3FE 17 (0.291 g, 83%)S dArt. R=0.33 (EtOAc:Hexane=1:8); H MR (300MHz, CDCly) &
9.82 (1H, s), 7.39 (1H, d, J= 1.8 Hz), 7.35 (1H, dd, J= 7.8, 1.8 Hz), 6.95 (1H, d, J = 7.8 Hz), 3.86
(31, s), 1.00 (9H, s), 0.20 (6H, s); C NMR (75MHz, CDCls) & 190.7, 151.4, 151.1, 130.7, 126.1,

120.5, 109.9, 55.3, 25.6, 18.5, —4.5.
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3,4-to] (N EAHE A ) 2L H 3l o] = {3,4-Di(ethoxymethoxy) benzaldehyde} (3% 18)
3,4-tholstol =AMl = sto] =, 31§HE 9 (0.2 g, 1.45 nmol)E = CHCl, (6mL)ell Wiz mukgh §oe] t}
_EL

ololo]l a2 Ho| ol (DIPEA, 1.26mL, 7.24mmol)S 7}sta Ao A 1087 wwtalglct. Zu g o g
2 (0.4nL, 4.34mmo)E 7] &qo] A A3 7tk 12417 &9 wkelglth, wvhg o5 F 1,0 (10mL)E 7))

AT s BYst. #8952 CHCL (2x30mL) = FZEsklth. &3 f718u52 295 (2x30ml) &=
AAl

AL, T NaS0, 2 Axstal JasEevt. 2388e A4 azvtEaed)9] (EtOAc:Hexane=1:7)2 A A 5}o]

o

A A9 AAE SE 18 (0.324 g, 88 9 AUTh. R=0.66 (EtOAc:Hexane=1:1); 1 41-43 C; H
MR (300MHz, CDCls) & 9.87 (1M, s), 7.70 (1, d, J = 1.8 lz), 7.52 (1H, dd, J = 8.4, 1.8 lz), 7.32
(1, d, J =8.4 Hz), 5.38 (2H, s), 5.35 (2H, s), 3.79 (2H, q, J = 6.9 Hz), 3.78 (2H, q, J = 6.9 Hz),
1.95 3H, t, J = 6.9 Hz), 1.24 (3H, t, J = 6.9 Hz); C MR (75MHz, CDCls) & 190.7, 152.6, 147.4,
130.9, 126.1, 115.8, 115.2, 94.0, 93.6, 64.8, 64.7, 15.2.

1-B272-3 5-t}o] (| EAHEA])HlA {1-Bromo-3,5-di (ethoxymethoxy) benzene} (ZFTE 20)
5-EERYAEANE (FFEE 19) (0.6 g, 3.17 mmol)E F DMF (15 mL)olA] :wk3k oo K,C05 (2.63g,
A

19.05mmol )& 7}eta Ao A 30%7F ket Z 22w o g2 (1.18mL, 12.70mmol)E A7) ek
AMAB Zheta, £3ES 12 2 g8 3 (Celite® HEZ 3T AHEL dJyH=
(30mL) 2 ATt H0 (20mL)E A= 7tsta F T8 289 Y. 8452 JdHZE (2x30mL) 2 &35}
o}, 23 §7)189EL HO (3x30mL), Al (2x30mL)E A1, F Na,SO,2 A% & AFs=sart. =3
Feo A g=2ZvtE 83 (EtOAc:Hexane=1:10)E AA o] A=Al dxel AAHE 3gE 20 (0.61 g, 63

)S ATk, R=0.77 (EtOAc:Hexane=1:1); " NMR (300MHz, CDCls) & 6.88 (2H. d, J = 2.1 Hz). 6.68 (1H.

>
o
off
r [
El
=
(<0
R

o ¥
o -
z O
olo

hun

o

=

t, J=2.1Hz), 5.19 (4H, s), 3.73 (4H, ¢, J = 6.9 Hz), 1.25 (6H, t, J = 6.9 Hz); 13C NMR (75MHz,
CDCly) & 158.7, 122.6, 113.1, 103.9, 93.2, 64.5, 15.2.

=249 Avld (Colvin rearrangement) BHg-o] dukz Az}
(Egvgadd)tfololzu gk (TMSCHN,, Tho]algdle2 W 2.0 M €<%, 3 mL, 6.00 mmol)S F<= THF (6 mL)ell
293 78 TollA wwrsk Mo pBuli (AFe]ZFZ&AE ) 2.0 M €4, 2.73 ml, 5.45 mmol)E 3 W4 71s}

—O‘
3 303E wRkelgitk. o7jel 3,4-F A ZE&7|7F A EE Gulstel= (3.00 mmol)e] ¥4 THF (4 ml) &H&
B e Jbsha @ A7 o mweledth, W 9 ¥, 584 L8 NICL §9) ()2 A3 sk, w

& THEL AeA REE SHY. W EFELS EtOAc (2x30mlL)E FEIAT. =3 FUE8MSS AdSF
(2x25mL) = AaL,  F NapSo,2 Az F JI3EHFsst. xsdES 241 IEntEYY
(EtOAc:Hexane=1:8 - 1:7)& AA o] =53 47 3FES A},

-9 Eld-1,2-t}o] W EA Wl Al (4-Ethynyl-1,2-dimethoxybenzene) (ZE 22)

S8 83%; Ri=0.53 (EtOAc:Hexane=1:1); ¥4 Ta); %= 68-70 C; H MR (300MHz, CDCls) & 7.07 (IH,
dd, J=8.4, 2.1 Hz), 6.96 (1H, d, J = 2.1 Hz), 6.76 (1H, d, J = 8.4 Hz), 3.85 (3H, s), 3.84 (3H, s),
3.01 (1, s); C NWR (75MHz, CDCly) & 149.5, 148.3, 125.2, 114.4, 113.9, 110.7, 77.4, 76.6, 55.7,
55.5.

tert-FE(4-dEld-2-HEA H=A o AT {tert-Butyl (4-ethynyl-2-methoxyphenoxy)dimethylsilane}
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(3= 23)
& 53% R=0.67 (EtOAc:Hexane=1:7); A3} HA; I NR (300MHz, CDClz) & 7.01 (1H, dd, J = 8.4,
2.1 Hz), 6.99 (14, d, J=2.1Hz), 6.79 (1H, d, J = 8.4 Hz), 3.82 (3H, s), 3.02 (1H, s), 1.01 (9H, s),

0.18 (6H, s); C NMR (75MHz. CDCly) & 150.5. 146.1, 125.3. 120.8, 115.6, 114.9, 83.9. 75.6, 55.5.
95.7. 18.6, -4.5.

1,2-t}o]| (| EAH| EA] )-4-o Bl d¥llAl {1,2-Di (ethoxymethoxy)-4-ethynylbenzene} (ZE 24)

& 57% R=0.66 (EtOAc:Hexane=1:1); <134 Ax); I NMR (300MHz, CDCl3) & 7.0 (1H, s), 6.80 (1H, d,
J=7.8Hz), 6.79 (11, d, J = 7.8 Hz), 4.96 (2H, s), 4.95 (2H, s), 3.45 (2H, ¢, J = 6.6 Hz), 3.44 (2H,

g, J =6.6 Hz), 2.73 (11, s), 0.92 (30, t, J = 6.6 Hz), 0.91 (3H, t, J = 6.6 Hz); C NVR (75MHz,
CDCly) & 148.0, 146.6, 126.5, 119.9, 115.8, 115.5, 93.9, 93.7. 83.4. 75.9, 64.4, 15.1.

Akt AEH ukE (Sonogashira coupling)e] Uwuha =zt

3,4-F Z&717F X" o olME= (0.5 mmol), FFTE 25 (0.12 g, 0.55 mmol)e} E ool (0.7 mL,
5.00 mmol)< §-<= DMF (3 mL) WellA], #F SF7]o] uAE 10 mLe] Ho] F /M FF vl Zekado] Ya
W gMofl PACl,(PPhs), (0.018 g, 5 mmol%)2} Cul (0.004 g, 3.5 mmol%)E A=oA 7}3tar 287 7t2&
80 T= &9 A &t wksiglet. g ¢u &, A= 4

. Z23REe A9 AazvtE Y (EtOAc:Hexane=1:20-1:7)2 AAslo] &5
s E}O] old e =S AT [F: = 28 Aol FFE 25 Al SE 208 AESHRITH.

ol

4-((3,5-to|HlEA AL ) El d )-1, 2-t}o] w| E A ¥l A {4-((3,5-Dimethoxypheny! )ethynyl)-1,2-
dimethoxybenzene} (& 5)

Z8: 61%; R=0.61 (EtOAc:Hexane=1:2); A3H4) 34; =7 96-98 C; H MR (300MHz, CDCl,) & 7.13(1H,
dd, J = 8.4, 1.5 Hz), 7.03 (10, d, J = 1.5 Hz), 6.82 (10, d, J = 8.4 Hz), 6.68 (2H, d, J = 2.1 Hz),
6.44 (1H, t, J = 2.1 Hz), 3.90 (6H, s), 3.80 (6H, s); C NMR (75MHz, CDCls) & 160.3, 149.4, 148.4,

124.8, 124.6, 115.1, 114.2, 110.9, 109.1, 101.5, 89.0, 87.9, 55.9, 55.8, 55.4; EI-MS m/z 298 (M+,
base), 283, 183.

tert-F-2(4-((3,5-to|H EA H Q) A Bl d)-2-H| A F| ZA] ) tho| | D A & {tert-Butyl (4-((3,5-
dimethoxyphenyl)ethynyl )-2-methoxyphenoxy) dimethyl silane} (FgE 26)

Sf 66% R=0.27 (EtOAc:Hexane=1:20): 1341 olal: ' NMR (300MHz, CDCly) & 7.07 (1, d, J = 1.8
Hz), 7.00 (1H, dd, J = 8.4, 1.8 Hz), 6.81 (1H, d, J = 8.4 Hz), 6.63 (2H, d, J = 1.8 Hz), 6.47 (1H, t,
J =18 Hz), 3.82 (3H, s), 3.78 (6H, s), 1.01 (9H, s), 0.18 (6H, s); 13C NMR (75MHz, CDCls) & 162.0,

152.0, 146.9, 126.1, 125.7, 121.8, 117.7, 116.2, 110.1, 102.1, 89.9, 88.7, 56.0, 55.9, 26.2, 18.3,
-4.4.

4-((3,5-tro| | EA H D)ol Eld)-1,2-bis(N EA | &-A] ) all A {4-((3,5-Dimethoxyphenyl)ethynyl)-1,2-
bis(ethoxymethoxy)benzene} (33E& 27)
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S8 61% R=0.73 (EtOAc:Hexane=1:1); 434 <Al 'H NMR (300MHz, CDCl;) & 7.34 (1H, s), 7.14 (2H,
brs), 6.67 (2H, d, J = 2.1 Hz), 6.43 (1H, t, J =2.1 Hz), 5.29 (4H, s), 3.80 (6H, s), 3.77 (2H, q, J =

6.9 Hz), 3.76 (2H, g, J=6.9 Hz), 1.25 (8H, t, J=6.9 Hz), 1.23 (8H, t, J=6.9 Hz); 13C NMR (75MHz,
CDCly) & 160.3, 147.7, 146.8, 126.1, 124.6, 119.4, 116.7, 116.1, 109.1, 101.6, 94.0, 93.9, 88.8,

88.2, 64.5, 64.4, 55.4, 15.2.

4-((3,5-tho] (N EAH EA) H D) A Bl D )-1, 2-H]| = (A F-A| W F-A] )l 5 {4-((3,5-
Di (ethoxymethoxy)phenyl)ethynyl)-1,2-bis(ethoxymethoxy)benzene} (3}3= 28)

T8 54%; R=0.40 (EtOAc:Hexane=1:4); HONR (300MHz, CDCls) & 7.25 (1H,brs), 7.08 (1H, brs), 7.07
(1H, brs), 6.80 (20, d, J = 1.8 Hz), 6.69 (1H, t, J = 1.8 Hz), 5.21 (2H, s), 5.20 (2H, s), 5.17 (4H,
s), 3.76-3.63 (8H, m), 1.21-1.16 (12H, m); C NMR (75MHz, CDCl,) & 159.4, 149.3, 148.3, 127.2, 125.8,

121.1, 117.9, 117.8, 113.4, 106.5, 95.2, 95.0, 94.2, 89.8, 88.9, 65.6, 65.5, 65.3, 15.6, 15.5

4-((3,5-tolHEAH Y )N E d)-2-v| EA H &= {4-((3,5-Dimethoxy phenyl)ethynyl)-2-methoxyphenol} (3=
6)

3}5E 26 (0.151 g, 0.38 mmol)S <= THF (6 mL) oAl w3k g-olell 1.0 M TBAF (Tetrabutyl ammonium
fluoride) €< (&wl& THF) (0.57 mL, 0.57 mmol)& AA3] 7}etz Ao 30&3F wutslich, HkE- 95
H,0 (4mL)E 7}38FaL EtOAc (2x25mL) 2 F&E3Itt. &3 #7852 294 (2x20mL) = Ao F= Na,S0,

kol

L
2 Axste] A¥yEEeget. 23dES Ay gEvtE Y (EtOAc:Hexane=1:7)& AA|ste] A5k 142
a3k 39HE 6(0.10 g, 94%)S AATE. R=0.27 (EtOAc:Hexane=1:4); HEF 47-49 T; H NMR (300MHz,
(DOD) & 7.00 (1H, d, J = 1.5 Hz), 6.94 (1H, dd, J = 7.8, 1.5 Hz), 6.72 (1H, d, J = 7.8 Hz), 6.72

(2H, d, J =18 Hz), 6.39 (10, t, J=2.1 Hz), 3.79 (3H, s). 3.70 (6H, s); C NMR (75MHz, CD:OD) &
161.9, 148.6, 148.5, 126.2, 126.1, 116.3, 115.7, 115.3, 110.0, 101.9, 90.3, 88.1, 56.4, 55.8; EI-MS
n/z 284 (M ,base), 241, 183.

4-((3,5-tho|HIEA D)o El d ) ulA-1,2-t}o] & {4-((3,5-Dimethoxy phenyl)ethynyl)benzene-1,2-diol} (33

3}gHE 27 (0.1 g, 0.26 mmol)S F<= MeOH (4 mL) ol A nLwksk 8-olof Dowex 50X2-100 o] 2w 3% (0.50
25 A BH7] stolA ¥a, E}ES Aol 8AIF & whksli, vkE 948 &, X E Celite® I
=g osta, APES AFEEsPr. 23FES AY IARnETH T (EtOAc:Hexane=1:3)& AAste]

A AR 290l w4d FFE 7 (0.045 g, 64%)S AT R=0.43 (EtOAc:Hexane=1:1); H NMR (300MHz,
(DsOD) & 6.89 (1H, d, J = 2.1 Hz), 6.85 (1H, dd, J = 8.4, 2.1 Hz), 6.72 (1H, d, J = 8.4 Hz), 6.59

(2H, d, J = 1.8 Hz), 6.43 (1H, t, J = 1.8 Hz), 3.76 (6H, s); 13C NMR (75MHz, CDsOD) & 161.9, 147.4,

146.1, 126.3, 124.9, 119.2, 116.3, 115.3, 110.0, 101.8, 90.3, 87.7, 55.8; EI-MS m/z 270 (M+), 223, 149
(base).

4-((3,5-t}oldlo| == A1 d ) E] d ) dllAl-1,2-t} o] {4-((3,5-Dihydroxy phenyl)ethynyl)benzene-1,2-diol}
(FFE 8)
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-

e 7 Azl o]&d

=
50X2-100 o] 3HA] (

il

A= whEl B2 MeOH (4 mL)ol =91 31EE 28 (0.069 g, 0.15 mmol)Z Dowex
0.69 g)2 WeAA ZA ;A FE 8 (0.023 g, 620)C AU R=0.21

(EtOAc:Hexane=2:1); &4 236-238 C; I NR (300MHz, CDsOD) & 6.83 (1H, d, J = 1.5 Hz), 6.79 (1H,

dd, 7=28.1, 1.5 Hz), 6.68 (1H, d, J = 8.1 Hz), 6.33 (2H, d, J=2.1Hz), 6.19 (1, t, J= 2.1 Hz); C
MR (75MHz, CDOD) & 159.2. 147.2. 146.0. 126.1, 124.8, 119.1. 116.3. 115.5. 110.6. 103.9. 89.6.

87.9; EI-MS m/z 256 (M), 177, 149(base).

o] x|o} Feto] (Escherichia Coli) @] LPS, DMSO (dimethylsulfoxide) @ B-HEl 3AZ Sigma-Aldrich
(St Louis, MO, USA)ollA st th. DMEM (Dulbecco’ s modified Eagle’ s medium), $-ej&3 (FBS), A
2 2 A~eEdERolAL Hyclone (Logan, UT, USA)olA FU3tth. Cell Titer 96® Aqueous One Solution¥}
Griess reagent system< Promega (Madison, MI, USA)ellA 13} ct.

Axejd 2 AXAEE Y

RAW264.7 A A EE A EL (M, =)ol A48ke] 10% $-eldd, 100 U/mL AYAH | 100 pg/mL
~EdEulolalo] &-f-H DMEMAA 37 C, 5% CO, o2 wjgsldtt. MEAES nX= Axd thgst g

2o g3+ CellTiter 96® Aqueous One Solution Assay of cell proliferation (Promega, Madison, WI,
U o AFsYEE, one ABALE AL dstel WANSS ol&w of AW gl
gaE F odoldls AEAE 5 24 o}—t»tﬂ o]-g3tArt. RAW264.7 AE: 96-Ue] HFHE vk 17 E4
olE¢] 2 X 10 A¥ WEV} HES 1 7t SRS A SEUE 7 ZeolEd sbatAtt. 2447k W%
T AFzAe] AAUR AEAE 5 AFsnh. o] EAYHES HEHEYS SE MS7F 2upztoz 345
ool Z)z2@ A, Eoke 490 molA Hul FREE vehich webd, A wjege o] e e
490 mmoll 4] ErpEe] FeA W= LERY oJAL AFA o R AEAE S vl gt}

NO =A

o,

a2~ A A Ze oE AAE N0S S RAW264.7 AEujFd AE=dox =A% gtow e
RAWZ64.6 A= 200 pee] wlokul A7} B 24-9 AZuok SelolEdA 5 X 10' AENEI} 6=
ot wjokeldtl. AEE 500 ng/mee] LPS WlolA 33 2~-8S8 A A3 FLUlR 184 oF
# NO9 %k& Griess reagent system (Promega)g o]&3}o] A|zxbe] A Ad wa} =43},

F ¥ 1247
gkl A

=
off
o
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¥ 1
Compound NO Production (%6 inhibition)
1 pM 10 pM

Medium (MED) 1.0 = 0.1 (99.0)%** 1.0 = 0.1 (99.0)k**
Piceatannol (2) 105.0 £ 0.6 (-5.0)* 01,94 T 8(B.1 )%
3 105.3 £2.0(-5.3) 90.9 = 0.4 (9.1)***
4 102.8 0.4 (-2.8) 88.0 £ 1.6 (12.0)***
5 116.5 £ 8.8 (-16.5)*** 86.6 = 4.4 (13.4)%**
6 71.0 £ 6.6 (29.0)*%* 44.8 £ 0.7 (55.2)%**
T 66.7 £ 2.4 (33.3)+** 0.9 + 0.8 (90.1)***
8 i e S T 0 B 39.2 £ 2.4 (60.8)***
L-NMMA 79.1 £4.1 (20.9) 7.6 = 4.0 (92.4)%**

The results are reported as mean value £ SEM for n=3. Statistical significance is based on the difference when
compared with LPS-treated groups (*P < 0.05, ***P < 0.001).

[0100] % Inhibition is based on LPS as shown in parenthesis.
X2
Compound Proliferation® IC,, (uM)
1 pM 10 pM
Medium (MED) 100.0 =74 100.0=7.4
Piceatannol (2) 08.8 6.9 109.4 £6.1 69.65
3 97.6 £3.3 99.6 +7.3 66.70
4 96.7£12.8 106.4=13.1 140.20
] 1022 +2.6 99.6 £8.3 23.38
6 946 6.3 92.0+6.4* 20.10
7 951=4.4 2.5 3.3% 4.59
8 112.1+£5.6 1064538 45.65
L-NMMA 08.6+29 07.6x35.6 2.69

*The results are reported as mean value = SEM for n=3_ Statistical significance is based on the difference when
[0101] compared with Medium groups (*P < 0.03).
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1 R = H (Resveratrol)

o 2 R = OH (Piceatannol)

5 RLRLR’=Me
6 R!' R*=Me R2=H
7 R'=Me,RLR}=H
8 R'.RLR*=H
EH2
o
cHo cHo COOH P(OEt)
K:CD';. BnBr rel. §
DME, 80 °C, 12 h
OH 03% OBn HO OH BnO 0Bn
OH OBn 1 12
9 10
OBn
gﬂ BBr
NaH/THF B s OBn ascorbigacid
0w+ 12— — -
09C -reflux CH,Cl,,-20°C, 2h
I'h 97% 0°C-2h 32%

0OBn 13 O

I OH
OH

Hy. 10% PA/C HO
13 "MeOH, , 12h O
64% 3
OH
NO, NH,-HCl 0 )@w
i) Hy, 10% PA/C ILHATU,EN 1O N OH
MeOH. t, 10 h DMF, i1, 12 h H
OH i) HCI, ether OH 13
OH tt 15 min 77% OH OH 4
14 15
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£33
CHO CHO CHO CHO
THSClimidazole EQM-CI/DIPEA
e ——.. -
DMF. rt, § b CH5Cly, o, 12 h :
RGN OMe oH s OEOM
O - Ot OEOM
16 4 9 18
B3t Br I I
CHO
EOM-CI/K-CO; ;
OMF. ]”1' A-BuLi TMSCHIN,,
HO H - 12 MOEOQ EOM =z
39 THE, .75 °C. | b 1
19 3% 20 Rl . OR
OR? OR-
21 R, R? - Me 22 R! R? = Me: 83%
17 R' = Me, R2 = TBS 23 R' =Me, R* = TBS: 53%
= 18 R!, R? = -CH,OE: 24 R', R?=-CH,0Ft 57%
Pd(PPhy)sCla, Cul
———————————————— =
EtN. DME, 80 °C oS EOM = -CH.OEt
8h 61% -
&
Br (; O/
PA{Phy)2Cly, Cul O o D TBAF = i
EtN, DME, 80 °C T OTBS ~ e - N 4 W
Me M Sh 66% 0.5 h 94%
b o 26 OMe ; 9, OMe
Uz’ f
24
Pd(PPha}5Cla, Cul O O Dowex &
POt
ELN, DMF, 80 °C OEOM ~e0n. 1t \ /. \ Y
&h 61% R h 64%
0 oM on
MOEQ
PA(PPhs ) Cly, Cul _Dowex
| MOPRRIC  Wfedin cicte LLcht bel oy OEOM O
Ei;N, DMF, 80 °C MO
8h 54% 8 he2%

MOED OEOM
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