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MRBEFIIYOBRRBETHY, =V /) FA ey FavilloTElERI S5,
ZOWERIEEANLET VT, a—uyHBLATVWS., BFEICEIHHEORSD
EEEICERE LS, RAEMRBEZEREL COHLRELRVWEAR GEERME) KRV
EIRTH5. L, BEERAOERIC L 2BEENORSEL L FHEEHMED
BRBLUEE 1 BEOBFEEFEOREIIRATH- .

MR BRI T 2B EBREICEDLIME L TOERABBEHALNNITH72DIT

(1) BHEHERREEZE LY LA LT THRNSY HIRAK) OBMERRS L
(2) BEEGMICEET29E OB L BERE |
(3) FEE ) VA EVBEEKIZHOWTOEEEMEMAE
(4) BENIZBITRBEOBHOERIL
(5) REAOBEBHOFHOENLLEBRRT A Y LA MNILHEN
(6) BEEBHMLZA LB IICRIT 2BREBHOE{LOMRA LT 2.

W FERE R )
BRAEE  EE BE  (KBAERAEE) R
HEHHE B8 —B  (RBRERERERMIN

RREE (EN% (&FEEAL . TH)
EiERR FIEERE &%
TRk 1 A4ERE 1,800 0 | 1,800
YRR 1 5B 600 0 600
TR 1 6 R 500 0 500
st 2,900 0 2,900
ERER

(1) 2%
1) Katsumi, Togashi Between-isolate difference in dispersal ability Nematology 5,
559-564, 2003

2) Koji, Matsunaga Among-tree difference in the inhibition of systemic to dispersal
Appl. Entomol. Zool. 39, 271-277, 2004

(2) nERE
1) WH J SEWEHERXFARALEY BARLLZESTEBAKRS
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I EE

IS0 b H 5T 5 /I8 4 2BEERE () BSEboTn5, ZoEH
MK E K o TEIRIEHIME L BRViERMED 2 BEAD D, T 5 b, BREREIZEL
2R 2B R IG & AL ERBEESIC ST bivd, £ L TEERRBFEKRE TRE
HRRbDORT7 74 FTULFI U THD, 774 T VIR UL, REREOBAICLY, &£
RENDHDTHHDB, TLLFEEL TV TRAICL VERTIHEOHECHE S X
nTn3d, vV DHA . pinocylvin & pinocylvin monomethylether 37 7 A4 F 7 L ¥ v
TEDORBEFEEITROVERION TN D,

BENDOFREDO—2E LT, =Y /<F78IFVICL VN EINDBY )AL BT
=27 UTEVF27) OBARDB, BEVFaUVDORBALL» T VICEKBEEREZ
D=ViEEND, UL, BEEVFa2URERE LY. TOR—EHRITEEE Y
F2UBRALTH, BENIEZLRY, ZHiZ, BBV F2UDOBARRL->TEY
CEFIFE SN T YR ERELELTWE 2L EEZ DTS,

FABVF2URIBELETYCBWTIREFTRLEDOIINA—RAZ AT VRO T
SN LYY FABBERSND, REBRL VT I—AIFA LU Fa TRICBE LR
TYPLEEINTEZRABPE T~V MR T HEEELR D, £V FARITR
FHEREOEREZLSFICALE, ZKRBRRCAT TOEREZFET 5 FREEVWE TH
Do :

AEBRCHBEE L F2v2BERLET I~y (UTAEA) L, BLBOT <Y (B
Tar bu—i) % MeOH THiIH LIz boyE LENEhOEE HPLCIZX»Ta v
ha— LAEARZ B LTz, 7=, pinocylvin & pinocylvin monomethylether &7k L
TEDHFELEMNBERERE L=, TEEEB. V'V IFABROIT a2 —MIOWTHREE
ICHBBREZITo 7, '
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0I-1 BEhZSVT

= )WL F 2 7 LB REEARENIIABIERICIE T TICEE TEY, R IR R
SREEND, WERERSTLEXLN TS, %, GHQ 2LV BHC 2 EFKER
75 SRS EARMER S e, 1950 ERICHEEIT T AIC2 525, 1960 FRICA D L HERHE
wmkb%bto&%waxﬂ%%ﬁﬁbfﬁ<ﬁ\kﬁﬁ@&%ﬁl~2$ﬁ%ﬁ#éw
=13 1980 FRTE E B — 2 ICBEMICH B, Lo L, BEOHERIT 1970 FRATHE LY
HREVY,

Mg A B L CHR R ZIE L I RERE<Y /w470 I THY, ZOHIX
U EBRT B dIc S o BRIBER SN TER, UL, B L HEPPREDTE
Buix, AR ESMEE LTHR RE XA, EO%. AENUBRO 720 ORI E
RITSH, BRFICE B I Y EREERL LERENRIED b1, Ze R AR AT
bhtﬁ\§<®m#%$06_&&0\ﬁbw&ﬁn%%&mwﬁ%#%infw
I-2 #EHoOEREELZ77 AT VIV

EEMR SRR LR B L X T IEIEMIC L o THRS, HDWVIHEELS
NBHEEMENEEL, 774 M7 LE vk I8, BIETIE, HABBREERT2RE,
Z OGN H B VIHEBEE DB HT A AEEDE CRAEDITRHTE RV DR T
74 T ULFR I EFRATND, PREIZ FoTRESHEMCRHENZ HOTHLEAN
BT Lo THEEICHEMT A 5EIE., 77 T LRV L BHI2T ANbD,

HKFET < D50 (sap wood) BHEHOBY 22T 5 L 2BORFANVLEY, E
/Vw€¥k%®%/%?WIH?W%EET60lﬂ%@%gﬁ7yﬂ®%%ﬁbﬁ
(heart wood)IZJE < A3F 3 5 28, BMITITAe Wy, F=H < YOI NREOBGEZIT D L.
7 DRI & B A CEFRGHATER S N, £ OBRERAICE /) YA BERT D,
BT 74 PT LRV EBRIC L - TERLRI LRI ERT 5 2 &b T
2. |
SA-8 =Y I FA Y F 2 U L BEENE

Ty )Ly Fav0hicii, KAEORRENCE LWENEROHDZ EAMDI,
WEICH LTIE L A PREME TR SV Sh0EER, TabbBEHRIBVREIN
B, BELICEINE. 58 AERAZFFCERL T, Y OAEFREREE>TH
R, —HEHERE b B s 5 < Y ICERERRE LG, 30 BRICRbEWEFEEZTL
7. R, BEEE L BICEATELO0, 4 5 ARFHL TV,

F7- EFE A X BB ATERLE L E0OLFE SN, vV ILEE 2T B2 ETE,
FE IR,

i X R w&ﬁ@%ﬂ%ﬁb#éﬁ%hﬁ%éh F ORHENTIIRER
BOBFENE L M STV 5,



—7, BERREZERE LS . BERBIZ T T HERABES TRWDIEE
Liﬁ#‘fi%#%%ﬁ‘éﬂ#?%#&wt»‘%‘xf‘o:n'cu\éo

PEDE Y, BEGUOBRICLD, 7 ow Y CERELHET S L lbho T
DM, 7/@&55*14:&;;0( IIHRERBBREELSEEZTZLbHD, /o, 5558
ERBOBBIOMINTIES T2, MEMICTERICRESEZ 272, R—AKICBT
LEREOEFEHEOEBINZLACARTETHD, £0H, REZEOREIZLY
FARBELMRIESTVoZ ) BELSEPEEEIRES R D FER, 1E-Fav
ITERR R Y | ERMBEENIRHDIIHLOBRBDOERSILEL SN TNS

BRI Tk (Bt E BETE OMENOFELEBIN TS, #MEMI
7u2Y LD LT AT VBN TRVEFIEEZFEL TV 2.

M-4 =Y/ FA L FaVRBRRIDXBEROLER

TYHFL B UF 2 VIRORFEREIL, MO A B F 2 U XD EBRO YR RN
BRTHS EEZ DN TV, TORBREROFESRB SN, BRRETRRLE
LI LY KVREERE., 1T a—LREOBEDENSBRERBED & U CHBEER
EE&Nhf, TLTRARLBEARLOEZHRATHHLEYT. Z02 DDHTHDH I &M
B oMo 7,

mEEREIC L ARHER S OB TN L 2 A Y ORENICH - ICZRFEBO I V=
— AT AFAREEEINTWNWEZ LRbhotz, EEREFRIIVIZHLTEETHD

R L, FOSNa— R RTFNVIERETHDIIERT IV EERRICIVALNZ

f&o'Cb\Z)o

BHBAESD DELMEEE TO~YRENICRT 2 REERL /LI — AT AT LD
BHEEL BT B L. EREIWALICEVES Tk, BREEFBRBPER LERHZ/Va—2AT R
FELTWS, FNha—RAT AT )VITEEITEMT 553, %OD?&%%%’Z'}‘L%&(‘:EH@
CHEBBFBPEAET S, TRICONTHRELEMT S,

UEDENLY ) FAL BV F2VDOBRACIY, REFRPERT D, EbiIZI NV
A—RTAFLEEINDSZ L. LrbZORBIENE LR > CTREESRIERT D Z
EIZEVRIIRBEICNWEDZ D LHEEIN TN D,

AFETIE, BEBRBOERBICLIIBRT ATV LBERLDEVWERLENFEICIVHA
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M—1 ERCHVWERE
HPLC &#rix, mEy—8E®EKkEks <~ 757 (R>7 ; CCPE, UV monitor ; 8011
) 2k, #T 412 TSK-gel ODS-80Ts (4.6mm>< 150mm) ., FEIXEARAIZ MeOH-
H20 ZTITH 7=,
mmmmm%mmmwwwwﬁﬁ(mmzmmmmmm
100MHz) # V. CDCl, iRk THRIZE L1z, WNEREEYE L TMS(tetramethylsilane) %
[AYe0
TLC 4>#71% MERCK #3 U 7 5 /v 60F2s4 (E & 025mm) Z XY, %ﬁm
CHCl-MeOH-H:0(50:14:3vW)[ 7 & # # /&1, CeHeEtOH-CeH14(14:5:6v/v)[BEH] .
EtOH-EtOE(1:1vW) [Bi= F=—F L] TfT o 7z
TLC 4 Eit MERCK U Z#45 L 60Fess (E X 2mm) 2 &Y., BEIZ
CeH1+-EtOAc(l:1viv) TITo 7.
TLC &#7. B E BICARy FOBREICIZI UV 77 (2564nm) ZAVE.
M—2—1 7h<YDMeOHFXDHER
BARDT H=Y (KFEHEN) H2H3H#AHCHTHIICTHEEFEEF =2V OKD-1 2% 4 FH
(1ml) 2B L, EEIIBR6mm ® FU/LTHE2 Ocm OBIZEDIZILZIEY ., BE
EEEAR, TOAY ORBIERCES, vo—AF—FTHol, MEESTIADL
RAGEE UL, EEERY ORBITRTH oI, —
ROT A~ VHD1EREBEE L, BOYUELL 1 FEOWIITHEL L L'C%b\fm:of' ;
‘12$¢®$&m9%mmr SREERET DI, BERSEE,
MERKH 3 EZRE L. #HE 30cm 76 EFDBT, 1E£0—HE TEMHICAHW:, 4
BEAH 2 2RE L, #HiE 30cm 55 EFORT, 2 EEO—EE TERHMBICAV, LB
#4xEML, #E26cm 5 EFOBT, 4 FAEAO—HE TEHHICAW:,
SEARH 6 Z{REI L. #E30cm 75 EF OB T . 3ELED—HE TEHHBIZAVW, (5C
FREITOT) SEREZR AR LHBBICAVE,
STRT <V 810 Z5E LHENSL, 3FELEDO—TE rméﬁmﬂduﬁwte
M—2—2 ®WEELLVFa2v0ER |
KRERLETI=Y 2KIHBEL LV F2v T4 2ER LB YRENIEZ o T
A%
UL R, REREBHFAZIIBWTThNT,)
II—3 MeOH =FX0HHEVSE -
AEHEEERLVREINET Y BHOmS LT, #) EABEO®WS (T, —
&Hwﬂﬁgﬁﬁﬁﬁﬁm;y+ufwﬁiwgmﬂﬁmﬁg:yru—w&mﬂmg'
ME R 492.45g Thotz, Zhb%s MeOH 2k vl L., =~ bu—/L$% MeOH

,nﬂ:il&a"l I“ "l

" Jl»

h{au ' S 'iu I .



extract(130.6g). =2 kz— /L MeOH extract(118.51g). L Hf MeOH extract(197.48g).
S MeOH extract(204.14g). 40EE; MeOH extract(103.72g) %87, LEAL 2> b ~ -
O — L% BT B, O MeOH =¥ 2 D—#8% hexane, CHCl,, BuOH DJEICS
BERE U7, = ho—/LE MeOH extract(10.97g)%>5 hexane extract(0.29g). CHCls
extract(0.2g) . BuOH extract(18.46g) . Hz0 extract(2.67g) # B 7=, LEKE MeOH
extract(19.34 g)%>% hexane extract(0. 54g) CHCls extract. BuOH extract(20.43g). Hz0
extract(4.89g) 287, FHRIZ, #7D MeOH =% A D—¥ % hexane. CHCI, DIEIZ5rBHh
Hl7, = ha—/# MeOH extract(6.49¢g) 7> > hexane extract(2.94g). CHCls
extract(2.08g) #B7-, A3+ MeOH extract(14.2g)5> & hextane extract(4.15g). CHCls
extract(5.53g) #7157, AEEL MeOH extract(7.65g)5* 5 hexane extract(1.08g) #7457,

Fig.1 EE

Scl;em 1 = bhe—AMMOSEAF—LA

Schem 2 B D4FBEIR F— A5

Schem 8 = bu—AROSERAF—L

Schem 4 LERDFEAR F— L
M—4 4AYEERR ;

hexane flitH{#% ® MeOH =% 27>5 100 z g/ml & 10mg/ml ® DMSO ¥ Z 1ERK L 72,

BIEEEMRAE I CAEMEBEERREZEKEL W5,
Il - 5 pinocylvin OHHK

o o 0f

7 - BBI‘3,CH2C12

ol ot

~ under N, -+
~ at-196C
CH,0 OCH,3 .
v CH,0 OH HO OH
Pinocylvin dimethylether Pinocylvin monomethylether Pinocylvin

ERSWMTF. —196°C (KEZER) Ob L TBBrs(0.039mD % CHCls (0.91mDihn z
7. pinocylvin dimethylether 100mg % CHCls 0.91ml iZ¥F7> LIE#R L2203 b EICMZ
2. BEYEERICHE o, 10%KOH Z I R 20 11 TERPEIZ L CHeCle THItH L
Ty BAY %D ED NasSO: SURUKEE THV, 7k Na2S0s THIA LR L7, BAME:
CH:C TBENL LYY B FAB T Ao uv v T 7 4 —THERLT, REABHEED CHCl@_

% Fv, B$T CHClsMeOH=4:1 ZH\ 7=, -

pinocylvin, monometylether. dimetylether Z)‘S%i’b%’:}’b 15.7mg. 51.5mg. 29.0mg %%
/o,



Fig.2 pinocylvin ®'HNMR A~7 RV

Fig.3 pinocylvin ® BONMR A7 bV

Fig.4 pinocylvin monometylether @ '"H NMR A2 bV
Fig.5 pinocylvin monometylether @ BCONMR A7 bV

M-6 HPLCIZTXBRAHE
b DEAERE ORA T ERET B 2dIC HPLC I ko THB LT,

Fig.6 #f MeOH extract DHE

Fig.7 #F MeOH extract D&

Fig.8 [ MeOH extract D&

Fig.9 /& CHCls extract DH#K

Fig.lO_ & CHCls extract D&

Fig.ll & CHCls extract D&

d‘élpl.b: Hl‘ ’

("

] LM

Fig.12 f& CHCls extract DHL#
Fig.13 & CHCls extract D&
Fig.14 & CHCls extract DK
Fig.15 fZ BuOH extract DH#E
Fig.16 5 BuOH extract D
Fig.17 % BuOH extract D&
Fig.18 __Bi H20 extract D HE
Fig.19 }Z’ CHCls extract D&
Fig.20 #f CHCls extract 2] 4.3
Fig.21 # CHCls extract D&

ol b

M— 7 pinocylvin % O pinocylvin monomethylether DHE - BE
oy ha—A k0 CHCLE 2B Lz AT L7 a< T T77 4 — (hexane'EtOAc=1: 1)
CID 1TOT5 s vaviesiti, #0355, Fr.l (247.5mg) & Fr.3 (87. 7mg) 3
Ble LS5 F 4 7 TLC Ik 4B L T, Fr.l-l, Fr.l- 2. Fr.3-1. Fr.3-2 #47-, HPLC
SH%'H NMR KL o BEEMEIT L, € ® % H pinocylvin & pinocylvin
monomethylether T&H % L EE L7, ‘
Fig.22 Fr.1-2 ® HPLC S#T OFER
Fig.23 Fr.1-2®'HNMR R~7 bV
Fig.24 Fr.3-1 ® HPLC A ORER
Fig.25 Fr3-1'HNMR A~Z hv
M- 8 pinocylvin DEE
CHCls extract %5 10mg/ml F#EEERLL 1041 ZHA L HPLC H#&fTofc.
Pinocylvin % & L TZ D HPLC ZHREERLY . BEBEERLZNE D &I pinocylvin

TR LTI
l



DEZHE L, TOREERTIT 2.7X104 %55 11X104 %IiZ8EML, #TiT 3.8X

102 %75 1.3X102 %A L, -
Il - 9 pinocylvin monomethylether D E & :
CHCls extract 7°5- 10mg/ml W Z1EX L 10ul AL HPLC & %1To 7=,
R pinocylvin DR ERRE F\VNTH @ pinocylvin DEZHEE L7z, TORERFETIX 1.3X108 %
25 2.3X108 %ITHM L, M T T.6X102 %05 1.6X102 %ICHD Lis,
I-10 ZRER - FIFLRORRK
HPLCIZ XY Bi@ CHCIls extract ##RFE L., BREFB LYY FAEL ﬂ.’ﬁ‘i L7, ZDfE
R, LRt ZFOE— I BFETHZ LR L,
m-11 ZEEBOEERE
ZREREZER LT, REREFRLE, BORBERORLHEL, TOMRE T
7.2X10¢ %H D 19X 104 %Lﬁﬂﬂb MTIX4.5X102 %h 5 3.0X102 %IZH D L/ﬁ_
I - 12 catecohl DR
HPLC iZ X 9 CHCls extract 23R L C. catecohl LB L7, Rt BE LWV E—71Z
Ronizhroiz,

LS

?
’”LM&I:’P Y T ,k. lull’t ‘

!

o g
|



vV EE o

IV-1 pinocylvin & pinocylvin monomethylether

& & LT pinocylvin & pinocylvin monomethylether 3R 2D TV < ZonTH LY
E—7 BB, € Z T pinocylvin d1methylether % MeOH 12D L THRET 5 L0013V
FLE—sRBRbh-, BHEELE 2 BEOLAWITOVTHRETH -, ZHE, b
S L ZEDLAWR KT T T RRICEE LU TWS EHETE 5.

Fig. cis fk~DR4HA(L

V-2 ABRKEa bu—LOHE _

¥ B E B2 CHEL, extract DBHEHH TIX, BEHCERLLTHWEIE—Y BN DRR j
bhdZ L 7)“5 ROCEBBRI > TVAH I LREREND, T, HOBIZONT ‘b
&5 ICBERS TR EETRE s TV SR BEERSH D

ERFFCBNTIE, BHEEVF2U0ERET IV ICEEEFA T, %@F%ﬁi%l
EHRREZ - TWBHEEbIS,

AS813, MEADOT X R ¥ BERERE LEYEERREBRHTILESD D,
V-3 #{LEHMOENES

FESTOFR LV . 3 BEOLEBITHOVWTH TORD L R TOEMBR LGN, TD
BT T, BIcH B TERBRICEERBE 00, HMiZhoTcBRICBE LD
DILEBCE AV, WThRCLTHHEREVF=2VOEREICL-T, 3 ﬁﬂ)ﬂ;’.ﬁ*%ﬁi%

IEELTWS Hﬁﬁr% B

L&, B'ii)”‘o pinocylvin & pinocylvin monomethylether % SEFRIZ BiRf L’CEE%&JZ‘:’
LTEE%’T@M\E#?}Z)O
V-4 ZREBORE

BEtshi-ay bu—Astky ZEEBRLBEDNST7 77 sy (Fr9) 2R RKUH
NMR i2 & D #E LR LR, REFR TRV I LBDoT,

aly,

. -“ﬂ.ﬂlks

H '0 “

i\ Iu-m‘il

W o
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2-1 ERIZAWVWESHRE
2 — 2 Pinosylvin, Pinosylvin monomethylether ® & R
2 — 3 Pinosylvin & Pinosyivin monomethylether ® 38 5T
2 — 4 Wittig RIS IZ & % Stilbene O & R
2-=5 =RIRV—IoTFVVITREIDBRAFARVDODER
2—6 BAFAMERZIBEFuRT RAFARVOEAER
BI3E AMERERE - - e e e e e e e e e e e e e e 11
83—1 =Y I)FARVTFa2vTHTIEDFELERR
3-1-1 <YRAOERIONT
3-1—-2 =Y/ FPABUVF a2V RN TIEDERRBROFE
3-1-3 & |
3—2 NOEALEMBEHEAR
3—2—-1 NO! NORIZEEMBBEBHIZONT
83—2—-2 NOEAEMAEBEERBROFE
3—2—-3 NOEANMHEMRBROER

BAB EE  « c v e e v et e e e e e e e e e e e e 19
wEE

B Z W
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B1E FR

RFNACRIE, BICIES 575 L o REMERERT, Bl SR
T IV/RF A Z U Rheum rhaponticum K0 T HE A XY R undulatum TEENDB

thaponiticin %, EFETHIRKEORS TH » FEMAEN, NO EEMBEEL TR, 7
FURERLIZEEND resveratrol 13, HBV U ERARBESREBEATWS, B
BRBL M ERICEENS piceid 1. 7 v MBI 2 EBRLIEEIC X 2 FFEEIH
LT, BELIEEOFBT OEMAHET 5 2 L AELM L ots, $2. Thbofk
EMIT v NFOI /7 a Y —AF T ADPR°NADPHIZ L » T &2 AN TWAIEE
DEMLE LIHEE L, Vi@ END pinosylvin 1t Y RIIZT 5. BMIEHIER
STh5D, |
FREO BRI, EEREOPRVAT SV EEDAFARVBRERERT B, ©
LT, EMEHRRET. AFARVLAYOMEESERE LR, BEom L2 ™
D, FrRERREEENL TS, SER. T YRBNICEIT 3R REEIC OV TR
FufTote., e, —HER LILAWIZ NO EEMFERIC SV TRR LY,

5 6 2 3 GlcQ OH
st Draran oo
3 2 6' 5
AFNRAEY rhaponticin

CH=CH OH

piceid (R=H) pmosylvm
resveatrol (R=Glc)

HO



o RAFNARUVFHEEDOER

2—1 ZERICAWERE

- NMR i1 JEOL (BAZT) B INM-0400 BUERESILREEE (TH-NMR:400 MHz,
BC.NMR:100 MHz) % V>, CDCLEHK CRIE L7z, WHEESEIX TMS

(Tetramethylsilane) % AV 72,

- IR (GRIMBURINSYYEEE) 1XJASCO (HASYY) 8 IR-810 BFRASHNEHEZEAL
7=

- MS DRIEICIE, KRXEEANEHEXEMRBE L #— (N-BARD) O JEOL (BA
BF) BSX-102A B_BNRERSFEHEAV., ey ¥ —ICREZERLT

HPLC 459t BV —BE@ktE” u~ h 757 (27 ; CCPE. UVmonitor ; 8011
&) . #F 5 TSK-gel ODS-80Ts (4.6 mmx150 mm), ¥E#EIX MeOH:H,0=7:3 D&
BT 12, '

« TLC (Thin-Layer Chromatography) 43#7i% MERCK #43/U 7 /L 60F;s, (2 & 0.25 mm)
Iz X v, B#% CHCL XiX CHCL & MeOH DIREHE TITo 72,

« TLC 43Bi% MERCK #43/U 5 5V 60F,s, (B & 2mm) 2L Y. BEIX CHCL TfF»
Teo

- TLC 247, B L bIcA Ry FOBRHIZIZIUV 77 (2540m) &AW

- BUSHIENL NRK IS ERAREEE LA L. BEREM TR o7,



2 — 2 Pinosylvin, Pinosylvin monomethylether D& 5%

J 0

BBF3 CH2C|2

4 ‘ N z + z
SYIERNNe Wi e
H3CO ~ OCH;,3 H,CO™ OH HO OH
Pinosylvin dimethylether Pinosytvin monomethylether Pinosylvin

ERKIHMT. —78 COFIFA T A REHDEH LT Pinosylvin dimethylether 1.01 g %
CH,Cl, 10 ml {2 %% L . BBr; 0.4 ml % 8 L7238 S0 % 72,2 Bef 30 RIS S ¥ Db,
EBEMEERICHR T, 10 %D NaOH # 1.7ml il %, KIZ 10 %OEER L ERMEICR S
ECHZ. CH,CH, THiH L. Kk NaySO, 2% THUK LG LTz, BEMES Y 25
NITZAh7a=w T TT74—THRLE, BREBEIIMNS CHCLZ AV, BFT
CHCl;:MeOH=4 : 1 Z A\ /=, #R. Pinosylvin 609 mg (V3R 68 %). Pinosyivin
monomethylether 13 mg (IXR 1.3 %) oz,

WIZ. Pinosylvin monomethylether DILEZ LiFf 5728, BBz BZBTDERD 60 %I
BoL. ARICEREITo72, #3 Pinosylvin dimethylether 713 mg %> Pinosylvin
monomethylether 199 mg (XL 30 %) Hdhiz,

2—3 Pinosylvin & Pinosylvin monomethylether 387t

()

Pd% 3 (5 Omg)
 —
*ET HO

KRBT C. KFELRF ZH72 Pd JR3E 50 mg IT Pinosylvin 50.8 mg Z11:% . 12 Bl
LTRSS ¥, fR384mg DRTHE LBz, IRET5 %) |

[BERIZ. Pinosylvin monomethylether 43.2 mg > 5 252 mg DETWE 2 B7-, (R
57 %)



2—4 Wittig RISz L B Stilbene DR

CHO
N ‘ NaOCHj, —
R ¢ OC,H N
V2 Pl \ | /
>PS DMF I
| C,HsO" ~0 R
Benzaldehyde Diethylbenzylphosphonate Stilbene FH&E &
NO. [product stilbene yield NO. |product stilbene vield
|1 _|4-Hydroxy-3-methoxy 4% 6  |2-Fluoro-3-methoxy 45%
2_|3-Hydroxy-4-methoxy 10% 1 _{3-Bromo-4-methoxy 18%
3 |4-Hydroxy 11% 8 |5-Bromo-2-methoxy 52%
4 |4-Fluoro-3-methoxy 86% 9 |2-Methoxy-3-nitro 48%
5 |3-Fluoro-4-methoxy 52%

<1> (E)-4-Hydroxy-3-methoxystilbene D&
ERIILT, 4-Hydroxy-3-methoxybenzaldehyde (Vanillin) 913 mg % DMF 8 ml (&>
L. NaOMe672mg #MX Db, 60 CITEDEN D 3 BMSEE LTRSS 8, %
(Z. Diethylbenzylphosphonate 1.52 g % DMF 8 ml iZBEH LTH B2 T, 100 CTED
7228 HBEHRRIG S, BRICABETRSLOD 10 %OWEEE & BkIC 72 5 % T
Z. =—F ) CHIE LT, B Benzaldehyde BrE 7= 8 NaHSO, 2.0 gBMx &L
CRY. T=FATHMLE, ZORAYE TLC HBUZ L VSR L 53.7 mg @

{E)-4-Hydroxy-3-methoxystilbene % &7~

MS m/z : 226 (M") . HRMS m/z : 226.0994 (caled. for C,sH 40 226.0994) .

mp : 129-130 °C .yield : 4%.

<2> (E)-3-Hydroxy-4-methoxystilbene D&%
<I>EERIZLT 3-Hydt0xy.4emethoxybenzaldehyde 1.52 g, DMF 14'ml . NaOCH; 1.12 g,
Diethylbénzylphosphonate 2.51 g Z AV TIT o 72, NaHSO, AL, 1.13 g DIR AW R BT,
TD5%H364mg % TLC FBUZ X WREB L, 72.7 mg D(E)-3-Hydroxy-4-methoxystilbene
BAE,
MS.m/z : 226 (M").. HRMS m/z : 226.0994 (caled. for C;sH;40,: 226.0994) .



mp : 153-154 C .yield: 10 %.

<3> (E)-4-Hydroxystilbene D& X
<1>& F#RIZ L T 4-Hydroxybenzaldehyde 977 mg., DMF 11.2ml, NaOCH; 896 mg,
Diethylbenzylphosphonate 2.00 g % FIV\"C1F -7, 37.3 mg (D (E)-4-Hydroxystilbene %37,
MS m/z : 196 (M") . HRMS m/z : 196.0891 (calcd. for C14H;,0: 196.0888) .
mp : 170-171 C .yield: 11 %.

<4> (E)-4-Fluoro-3-methoxystilbene DA R

ERKILT. iR T, Diethylbenzylphosphonate 2.51 g % DMF 7 ml {Z¥5%> L . NaOMe 560
mg {ZMZ T, 30 SR L. Rt &¥k, &IT, 4-Fluoro-3-methoxybenzaldehyde 1.54
g ZDMF7ml T L THOME T, 100C TR LA L—BPRESEEZ, BBz
RBETRHLTOH 10 %OEBMEBIEIC R ETMA, =—TFATHB L, Fbto
benzaldehyde BRED =¥ NaHS0,2.0g ZMA T IEY , =—F A THHLE,
(E)-4-Fluoro-3-methoxystilbene 1.96 g % %57z,

MS m/z : 228 (M) . HRMS m/z : 228.0952 (calcd. for C15H130'F: 228.0951).

mp : 69-70 °C .yield: 86 %. |

<5> (E)-3-Fluoro-4-methoxystilbene DA X
<4> & FRIZ LT, 3-Fluoro-4-methoxybenzaldehyde 923 mg. DMF 84 ml, NaOCH; 336
mg.  Diethylbenzylphosphonate 1.52 g ZA\VTITo 7, (E)-3-Fluoro-4-methoxystilbene
7182 mg &7z, |
MS m/z : 228 (M*) . HRMS m/z : 228.0959 (calcd. for C;sH30F: 228.0951) .
‘mp:116-117 °C . yield : 52%..

<6> (E)-2-Fluoro-3-methoxystilbene MDA
,<4$ L F#RIZ LC, 2-Fluoro-3-methoxybenzaldehyde 923 mg, DMF8.4ml, NaOCH; 336
mg. - Diethylbenzylphosphonate 1.52 g %A\ > T{T 272, (E)-2-Fluoro-3-methoxystilbene
609 mg %157,
MS m/z ; 228 (M") . HRMS m/z : 228.0950 (caled. for C;sHysOF: 228.0951) .
mp : 67 °C.v .yield : 45 % .



<7> (E)-3-Bromo-4-methoxystilbene D&
<4> & [FRIZ L T, 3-Bromo-4-methoxybenzaldehyde 2.15 g. DMF 14 ml, NaOCH; 560 mg.
Diethylbenzylphosphonate 2.28 g % i\ C1T-> 7, (E)-3-Bromo-4-methoxystilbene 502mg %
B,
MS m/z : 288 (M'-1). HRMS my/z : 288.0152 (caled. for C;sHys0™Br: 288.0150) .
mp: 138 °C .yield: 18 %.

<8> (E)-5-Bromo-2-methoxystilbene &k
<4> L [AARIZ L T, 5-Bromo-2-methoxybenzaldehyde 680 mg. DMF 5 ml, NaOCH; 265 mg.
Diethylbenzylphosphonate 272 mg % V> CAT> 72, (£)-5-Bromo-2-methoxystilbene 470mg
=/,
MS m/z : 288 (M"-1) . HRMS m/z : 288.0147 (calcd. for C;5H;30™Br: 288.0150) .
yield : 52 % .

<9>  (E)-3-Methoxy-2-nitrostilbene D& X

<4> & [FHRIT L T 3-Methoxy-2-nitrobenzaldehyde 906 mg,  DMF 10 ml, NaOCH; 280 mg.
Diethylbenzylphosphonate 1.14 g & VN T{F o 7z, (E)-3-Methoxy-2-nitrostilbene 606 mg %
B, ;

MS m/z : 255 M) . HRMS m/z : 255.0897 (caled. for C;sH,sNO; 255.0896) .

mp : 108 °C . yield : 48 % .



2~5 wIwY—Hy PV TITEBAFARYDER

Zinc powder
TiCly
{ >
Dioxane
INO. |product stilbene 1 yield
'1 10'14.4-Difluoro-3 3'-dimethoxy 1 %
1 11 {3 .3'-Difluoro-4.4'-dimethoxy 1 1%

<10> (E)-4,4’-Difluoro-3,3’-dimethoxystilbene D& 5

ERTHT. BHFRESH 1.96 g 1T 4,4’-Difluoro-3,3’-dimethoxybenzaldehyde 1.54 g & A%
BB T AT, —15 CRETT CRICHEEIAL LY AEMEB), WELFZ
285 g HMMX. 4 MEAE LI, =—FATHIBLER, YYBFADT BB LY
7 4 —ITRBL L, Y3 CHCL % RV e, (E)-4,4°-Difluoro-3,3’-dimethoxystilbene %
311 mg 287, |

 MSm/z:276 (M) HRMS m/z : 276.0963 (caled. for Ci6H;40,F,: 276.0962) .

mp: 139 C .yield: 5%.

<11> - (E)-3,3’-Difluoro-4,4’-dimethoxystilbene D& AX.
<10> % FHRICIRESR 140 . 3,3’-Difluoro-4,4’-dimethoxybenzaldehyde 1.10 g, PUH{LF
B2 203g RHWCTITF o, (F)3,3 -Difluoro-4,4*-dimethoxystilbene % 95.5 mg %187,
'MS m/z:: 276 (M) . HRMS m/z : 276.0964.(calcd. for C1eH140,F;: 276.0962)
mp : 158 °C" Lyield: 11 %.



2—6 BIAFMEIZEBE FRX U AFASRCOER

BBI'3 ‘

CH,Cl, \ l Vi

- OH
INO.| vield | |NO.|product stibene | yield(%)

12 |3-Hydroxy 1 5% 16 |3-Bromo-4-hydroxy 4%

13 4-thoro-3-hydroxy 1 43% 17 {3-Hydroxy-2-nitro | 52% |
14 13-Fluoro-4-hydroxy | 36% | | 18 |44 -Difluoro-33-dihydroxy | 66%
15 |2-Fluoro-3-hydroxy | 5% 19 |3,3'-Difluoro-4.4'-dihydroxy 28% |

<12> (E)-3-Hydroxystilbene D&
Pinosylvin D& R & F#RIZ, BB, # VT —F & T a— Lz 5 X 47,
(E)-3-Methoxystilbene 30 mg 2 ZFREM T, KAHD b & T CHCL 3.0 ml 1T LIS
#&IZ, BBr; (1.0 M solution in hexanes) - 1.0 ml %ﬁ?—‘? LR bmziz, 2 B30 5K
'éﬁ‘f:i’é\ ﬁ%%%ﬁiﬁbi{%o?to' 10 %DAERIET F U 7 AkEHEE 1.0ml %, &
10 WHEBEBIEIC 2 5 % TR DB L, Bk NasSO, £/ CBIA LEAS L
7, TLC S3BUCL DHERL, (E)-3-Hydroxystilbene 16.0 mg % 57=,
MS m/z: 196 (M) . HRMS m/z : 196.0887 (calcd. for C,,H;,0: 196.0888) .
mp : 120-121 C . yield: 57 %.

<13> (¥)-4-Fluoro-3-hydroxystilbene & iR

<12>% FHRIZ. (E)4-Fluoro-3-methoxystilbene 262 mg. BBrs 2.8 ml, CHCL 3 ml % I\ T
17072, (E)-4-Fluoro-3-hydroxystilbene % 106 mg % &7,

MS m/z : 214 (M") . HRMS m/z : 214.0790 (caled. for C;4H;; OF: 214.0794) .

mp : 83-84 C .yield:43%.

<14> (E)-3-Fluoro-4-hydroxystilbene &R
<12>& FHRIC, (E)-3-Fluoro-4-methoxystilbene 230 mg. BBr; 2.8 ml, CHCl; 3 ml % Fv>C



1To 72, (E)-3-Fluoro-4-hydroxystilbene % 78.6 mg % #F7=,
MS m/z : 214 (M) . HRMS m/z : 214.0800 (calcd. for C,;H,;OF: 214.0794) .
mp : 129130 C . yield : 36 % .

<15> »(,E')-2¢Fluqro-3-hydroxystilbene--@%‘ﬁi

- <12>X FHRIC. (B)-2-Fluoro-3-methoxystilbene 468 mg, BBr; 4 ml, CHCL 5 ml% V<
1T > 7=, (E)-2-Fluoro-3-hydroxystilbene % 20.0 mg %\4’%.7’:0

MS m/z : 214 (M") . HRMS m/z : 214.0795 (caled. for CiH,,OF: 214.0794) .

mp:96 C .yield: 5%. ‘

<16> (E)-3-Bromo-4-hydroxystilbene &A%
<12>& F#RIZ. (E)-3-Bromo-4-methoxystilbene 289 mg, BBr3; 3.0 ml, CHCL 5 ml # VT
4T o 7=, . (E)-3-Bromo-4-hydroxystilbene % 12 mg # &7,
MSm/z:274 M'-1). HRMS m/z : 273.9989 (calcd. for C;4H;;0™Br: 273.9993).
mp : 120 °C. yield : 4%.

<17> (E)-3-Hydroxy-2-nitrostilbene ® AR
<12>& FHBIC. (E)-3-Methoxy-2-nitrostilbene 546 mg, BBr; 4.3 ml. CHCL 5 ml %AV T
1To7, (E)-3-Hydroxy-2-nitrostilbene % 273 mg #%&7=,
‘MS m/z 241 (M") . HRMS nv/z : 241.0738 (caled. for Ci,H; NO;: 241.0739) .
yield : 52 % .

<18> (E)-4,4’-Difluoro-3,3"-dihydroxystilbene DA
<12>& FIRRIC, (E)-4,4-Difluoro-3,3°~dimethoxystilbene 200 mg. BBr; 2.2'ml, -CHCl; 4 ml
&AW CIT o7, (E)-4,4-Difluoro-3;3’-dihydroxystilbene % 124 mg % &7z,
MS m/z : 248 (M") . HRMS my/z : 248.0647 (calcd. for C4HoO,F,: 248.0649) .
mp : 161 °C .yield : 66 % .

<19> (E)-3;3’-Difluoro-4,4’-hydroxystilbene D& FR

<12> L FARIZ.. (E)-3,3’-Difluoro-4,4’-dimethoxystilbene 70 mg. BBr; 0.8 ml, CHCL 2.5 ml
ZRWTIFo7z, (E)-3,3'-Difluoro-4,4’-dihydroxystilbene % 18.4 mg % 757-,



MS m/z : 248 (M") . HRMS nv/z : 248.0651 (calcd. for Ci4H;005F;: 248.0649) .
mp : 189 °C .yield:28%.
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BIE L£YEHERER
3—1 <V IPAL v Fa iy 2ENEERR
3—1—-1 =YHhOERIZONT

=Y )AL F 2 VICHRT B L E X LR REMER Y Y RRIIBIERERICT T
TR S Y BB EEROERTAN DEENER L EZ LR TV, B2K
KB~ IHROFBNER L 720 FERILK L, Bk, BEERTSHOEH T~
VR # L LT BHC 28 BABEA S, ALEBESHE L OREARS, BERMIC
Beiviviz, 1950 ERIIE— B~ YRR T AT 2583, 1960 EERIC R 5 L gEITIK
Liadic, DRt 1970 SERAPRIZITMNALIMOUERSR D 7 o~ BRI ERAT
BEZ LD LA, HEIRLCAATBELIEL, 1970 EREEITRPERI O~
D E FUDRHELRTERRBOT 1~V HRBREL BELE, KEBOBHEN 1~ 24
THRTHHEIT. 1980 ERFAEE ©—7 TBDERICH Z 0, BHEOHERIT 1970
FRI Y BERRE LTKRE L < I B5REHNMRT DRE TR,

ECBGHI, AR - ABRORACHEMN L L TOBERO Y, YR L bk
B -EFREL20MIRLRV, BT, =Y U7 <= RRINT7H0<= YK
e B EMRT B BRMER S B, RS ShiEhi— R~ YRR OB REEY |
B S R Y BB T B ARSI B S, TFILOE MBS TV~ ik
NBEHOS 1T, ERLEEERITHD, Z0OL S~ YR EREHICEET,
OBANEE LIS VRIS 5, 2 OB TR ERO~ YHRE> T HBR<
VANAER D BESROT, HEOBRAR LT Y ORBLY R~ KEED
—HCREAELL TV, BRICAETER YR YBIABEBITNIRELFREX
EH B L i B, 7w Y LS OBANEE LI WRITILR YT, R EE
ERZEDOYOEKEIEDTH S, AR TV 2EAL THREICRE 5> BED
RIZBIT VR, HBRRIZ L VR bOE LRFHIER DR, LENST, =
Y OREARITBCE SIS 2 L &5, EYR~ YR LB = 0 & 5 2B O
LRoTHB I LIFHETH S,

MR EER L OHBBR 2D EEERSY /=9 F 3% Y ThH D, ZOH 3
%V EHRT B S OBRBAMBER &N T& %, BHC, DDT, ¥4 A RD v &
BoKGB: LOBBARITAR LOT, BROBEFARIIEHLE, LihL, Zh
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RIKIC L S RMRUREOEIT . TASEAME L L CRMS R T, BAET
131971 R LI TRIERURIE | DRIESIC LY BHC, DDT ORFIIEESNE, =D
DREO~IRENBLERRE LTSI UREMROE MEP (FH) » %8 hi#A)
PNAC (WANA— b RF A ZLEOERAMENENTEL, “hbEaEL T,
< RN O B DBFHEERR 1977 BICEF Sh, ChbBEENC D5 %Y
BERRE L Lo Y HNBRAED BB X S ITR- T -,

BAFBAIC L > THRBOBAE THE~Y )~ XI5 IFY OREFHETE
N, HRBDEBREH €~ RN EH<C I ERTED, =08 TR EFBRFITAIE
BbHY . BB IENBRER LR, fhi<Y 2008 L TEALETH I 57
DHBERT I L LEERBBRFEL LTHE ST SR TS, MEAS BEICRE L
T ROV Ltk RAABACEBLBERTOLS, UL, Xbithi<y o
BICBERRFNEBELT B, =V WLHED X 5 BN EE T YA ENE Y |
BRUWIMH, RARCRET LIS WHETH S, BRTIE. IbRIOEIHESH
eV EE BB ERTE S, Frliohe <2 IC3HREE & 3% ) Ogh e s
THEDI HRAFORESBRESNZ I LR 5, REFEERITIEL RS
WHBRPDL, MHHENOE EHET S 2 LIZEL 2V BB ER bRRIIHE Sh 5
EELRD, ZOZ L BEBABAIZ S 1D L T VRIS T80 817 T3 EE
D—DEIRD TG, :

© RNBBR O D DBBIHEBRBIIHIBA & T SEEIC 3 HEESh, 19% £ T
mﬁmﬁmto:@%ﬁ&wxﬁsﬁk%hénw%E%&Wﬁﬁﬁ%ﬁ%ﬂ%%%
%Kﬁb%ihﬁ%&&ﬁoﬁo%ﬁ&@ﬁﬁ%ﬁmiianrmwﬂﬁiwmm
AT L DBRB /1349 20 T, BBRRARDOHERIC > SATN CE S AREIT
RLUTHASDEDTRO L, ZREADERR Tl 72 L MW S i~ YR AR SR
SN TELbDOLBBRTES, Lol BRICL > THEL B ol Zh b0 hEl
DR AL, FEBIECRIES LT L ORISR BIE L 35 BAE, B ARBEE,
TAIAEPOBROHERTD = & Lot BRITE ) BEREAROE ST
B4 B LV~ YRR AR S TV B,

T IZSNOD B B B B T IR 2 R B EE A o T W&, 2D 5 bR

BRI TREHRLOR T 74 T LRV LThH B, 774 FP LRV VRREEO
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BAZEVERSNELOTHER, EHOFEEL TWTREROBAR L VAT S
WEOBETLEIREND, — BT 74 T LRV VRBRC L o TEESES L
LI ERT S L BB TVE, T VOBRE. Tr4 hTLELLLLT, 25
DAFNAALAY, Pinosylvin & Pinosylvin monémethy.:lether BEEL. BORBEE
 Bbb. VBB LT 2 Y EEET 50, BEEOREN Y F o v R EET S
L. =P Pinosylvin & Pinosylvin monomethylether JEEEAHE L. < Vst 34
FEXRBEENG, LI, BELEVF a7 BREEVERDTI L LV ES
DOESZHETDIZ LIZELY, B F = VOBERET ST Y TIChEKRTD L
HEBINTVD, —FH. vV RBHIBONITIT, AERHLT LI OB T
To ZNODOWERIII Bw Y LY bT VIR YRNEAE2HET S L ED
nTV5, | |
FHE T FLICAFALRAAHE AR L EDEERBRET . CORBEL Y,
<Y I EL B F 2 TR T BEMED R = XA RS & b b, BUE R B E
BEEDEL, Bl EhbRERCERT5 L #BBE LE,

13



83—-1—2 =Y/FAerFaritT35MEERBROFE

BRULIERAFARAMBYOY ) FAL 2 Fay BT, £rF=v) o858
BIEEERBR L,

1RE &rFay (T4) 2, RIEEL, SRS,

248H ®VFauikEhbLKCHBLE,

588 KFOEUF =2 Ui 15H1500EECELIMEL B2 Fa vk,
LBAHOKELVBE . KEmzi, :@-{’F%E 3BTV, ¥ Fa vkl
ZOE, 1mlH7E V5000 IR B LD ITTELE,

26BE #HXDRAFAREYE 0ppm & 100 ppm O 2 EORE CRIE LI, —
HOEMEL 250 ppm THRE L7, 10ppm IZAFAALEY 1 mg/l ml (BT
DMSO) % 1yl & DMSO % 9 b, 7 490 ul &= o F = v DEEET 500 ut ZBHY 10 ppm
B E LTz, 100 ppm 13 A FAAEAY 1 me/l ml (BRI DMSO)_-% 101l & 7K 490 pl
LT T 2 ORRRIE 500 ul %A, 100 ppm BHEE L, 24 BB 2 1oy F o D
HURENV Y b LI, EHESEVMEASIL LDy (B2 F 2 0 O8N 50 %Iz 3
BE) ZREL, ¥, FUFABREYUFART = =GB ETTo T, Bk, &
PENRBRII AR RO BRI T 7.
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Table. Nematicidal Activity of Stitbene

- " Lethality
NO. Treated compound 250ppm 100 ppm 10 ppm LDso
! 4-Hydroxy-3-methoxystilbene 8% - -
2 3-Hydroxy-4-methoxystilbene 100%  98% 59%
3 4-Hydroxystilbene 68% — —
4  4-Fluoro-3-methoxystilbene 13% - -
5 3-Fluoro-4-methoxystilbene NA — —
6 2-Fluoro-3-methoxystilbene — NA -
7  3-Bromo-4-methoxystilbene - NA -
8  5-Bromo-2-methoxy stilbene —_ NA -
9  3-Methoxy-2-nitrostilbene -— NA _
10 4,4"-Difluoro-3;3"-dimethoxystilbene — NA -
11 - 3,3-Difluoro-4,4'-dimethoxystilbene - NA -
12 3-Hydroxystilbene 100% 100%. 95% .  6.ppm
13 4-Fluoro-3-hydroxystilbene 160% 1606% 96% 3 ppm
14  3-Fluoro-4-hydroxystilbene 100% 100% 98% 5 ppm
15 2-Fluoro-3-hydroxystilbene — 100% 99%  3ppm
16 3-Bromo-4-hydroxystilbene — 100%: 40%
17  3-Hydroxy-2-nitrostilbene — 95% 17%
18 4,4'-Difluoro-3,3'-dihydroxystilbene C—- 100% 7%
19  3,3“-Difluoro-4,4'-dihydroxystilbene - 98% 7%
20 Pinosylvin monomethylether o 100% 100% 18%
21  Salicylic acid ' - NA —
22  Phenyl salicylate — 98% 7%
23  Pinosylvin reductant 50% - —
24  Control (solution of DMSO in water) 3% '
NA= not active
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LDsp-3ppm "LDsy-3ppm  LDsy-5ppm . LDsg- 6 ppm '
10ppm-98% 10ppm-99% 10ppm-96% 10ppm-95% 10ppm-59% 10 ppm - 40%

A

. 040
<

10ppm-18% 10ppm-17% 10 ppm-7% 10 ppm - 7%
100 ppm - 100% 100 ppm -95% 100 ppm - 100% 100-ppm - 98% 100 ppm-11% 250ppm - 68%

NO.20 No17  Nows F Nox No.19 OH _wNos3

F

NA NA NA NA NA
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3—2 NOEAEMBNEERBR
3—2—1 NO & NORI{ZX BEAMEITEHEIC DT
BRSO - 5 AT, BICKRISIA ZICLY . —RILER (NO) Lt ho

BARLEOBEENPBS BRI TWVS, NOEARRTHE - NO W15 T Phidk
BizhHY . VWbpd TERBE) BO—oLEXBRSINBEZLLEV, £ TRIELA
EDRBORELERIZOVTH NOKE TREZLLNEWIZEDRSTEBY, NOD
HREZT TR, SRR, RER, BERR S RRESBAIITDPR TS,

RIEITIE, A MUY, TuxF 74 F, BEEBRE, —BLER (NO) REOE
TR F 4 T — RS LTV B, R IR 5 558 NO A HREER (iNOS)
RN LU TEESNSERZ NO I, £ERBEEXV FFFYr v a vy 70REOD
EOTHY, REEBEZBMIEZZ LBMOITND,

AEIX e MAREEFMEEKICHNT 5 NO FF—ERIZ W TR L, NO K —
& LT, NORL ; (£)~(E)-4-methyl-2-[(E)-hydroxyimino]-5-nitro-6-methoxy-3-hexenamid

(Figwre 1 ) %M\ e, NOR RFFLVWH A FDONO FF—TH Y. BEONO FF
— ORI RERCTE RS b 5 I NO B4 2 A LRI b Bb b9, Rdicsie
NO Z ERENCRAETE 5, NOKHIIZLITARNT, L5 REERR co-factor b
B L2V, E72, NO BREHBOBARYICAEBREES 2V L LN TEY . RP
CHREROMFER NO ZMAD 2 LOTEHREL LTELLTHEATE S, NORE
I 110 NOR 225 1—1.5FAD NO z:%iﬁtﬂﬂéméo

—COONa

Figme  NORI O#E= carboxy-PTIO OHET
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3—2—2 NOELEMBIEHRBROFE
E %.’E%Eﬁﬂﬁmﬁaﬂﬁgsmﬂm TA — TN MEMBEHUZ THE% LT, B
hR—AL LTNORI &¥HITMZ CO, T, 1 BERIE® LT, 27 J—=1 7. NORI
EMZB 1 5YRIC NO BEHITH B carboxy-PTIO (Figure BHE) A HEHIZ % 7=,

AZ V== ONOBEBRIIRORIZL > TEH L,

RER= — NOR1 ~-®7%%Mit'i5é~z:§% LEManEs (%)
| NOR1 L HBRLEWE WA T B ETEH L - MIBDEIE (%)

3—2—-3 NOELMHEEERBROER
WS OBER LEAF AT ONT, NORIZ & B RS ABIEEHRB S T 7.
ZORER Y TROBIZRE,

Table. Screening for inhibitor against NOR1 action

Treated. compound Concentration . Ratio of Inhibitory
Positive control NOR1 350 nmol 10
carboxy-PTIO ’ 350 nmol ‘ 80
, 35 nmol 27
pmosylvin 350 nmot 29
Stitbene
‘4-Hydroxy-3-methoxy 350.nmol- - 3.1
3-Hydroxy-4-methoxy ' 350 nmol 3.0
3-Hydroxy-2-nitro 350 namol 26
3,3 Diftuoro-4,4-dihydroxy 350 nmot 1.9
4,4-Difluoro-3,3"-dihydroxy 350 nmol 18
4,4"-Difluoro-3,3'-dimethoxy "350.nmol. 1.6
3,3"-Difluoro-4,4'-dimethoxy 350 nmol 1.5
- 4-Fluoro-3-hydroxy 350 nmol 1.2
18



FA4E B8

#Bf%ﬁ’&&i\. e 0 R AN =2 ‘/’Eﬁﬁx FARYEER L. TrFa vty
LR BIEMEE NO EETRITEHORBREITo 7,
BRRO Wittig RISX., B R R o T, HioBREN o, T,
Wittig RIGTE Fa A ER A b3 UAEICER LUEBIERY 24 U DIRBREN,
RBEWETDODFHIRFEL LT L Rax A 2 RE T30z 7E5F— b
LU TRREARLES, RISEHEE RS-, R, A b* INEEETeRV AT VT
B FDBBAFARYERR LEDS, BAFAMET EHELAVE, 262BL, 2T
NRACBPRIHAT L THOREETH Y TSI ERD D ZHIEERLTLEIOT,
RITEBLELEL RS, |
AFARAMEHOBZBRERICIIE Fax UV ERNEA ThoT, £ Faxi o
BYIBII3MOEEYR AL VEI o7, 2 ERASWMIIFBEREICI R BEES
5z, BrBRICEEIIR bhzipole, LipL, AFARVER TRV Y FAR
72T HTEER oo T LIXHKRIEL . ELRIBHBBETHS, £ Faxin
Bioiz, 7 yRORRLERT 5 LEEIRLLE, HENRERELEATS L,
BB Lic, BE 10 ppm TRV T, KXY TH 5 Pinosyivin monomethylether 135
TR 18 % T 5DICH L, 2-Fluoro-3-hydroxystilbene % 99 %, 4-Fluoro-3-hydroxystilbene
% 98 %L @MW RETR L, 4-Fluoro-3-hydroxystitbene & 2-Fluoro-3-hydroxystilbene
@ LDsy 23, 3 ppm ¢ B LIEM PP o7, B EDZ NG, BV Favizd s XF
R DEREHER, £ FaX iV BOFERH TV A AL 2XEEEORERKE
WeHRlshs,
carboxy-PTIO {3, NO & BRMICKIS LT, NO, IZE#RT 3 NOWEHITHD, A F
P X ALEMO NO MBTEEIRKBEZZ S0 LEENB K32 L mbh T
5. SEIORKE TIEEARLE) > ZLAMIE, 4-Hydroxy-3-methoxystilbene “CRE®
3.1 otk, 7y RBERSNALSIIIEERROT BRI hot, £, KB
EOBBRMBETII4MOIEINIMIY, D LEEIBNZ EHATRBENS,
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TKA_3-0ME_4-0H
Nmmmmmvmmmoomnmmmmv«vI\mm«mmﬁmmmovmmﬁvmmommomvmmEomor\ommmﬁmmo«-cmcnu:v-mNovcnmmmmr\m«mommmmmﬂn 20-JAN-2003 17: 03;: 06.02
AR AR AR SR LR R IR st RPN F Jrep Pupud P g =S P g 2885838838%%88%2ﬂ$$RR%B%%@%SQ@H%&%%BEE%E
NN IS I IS N R R N N R N I RN I N N I R I e e 1 151046160 (6 45 16 1816 16 66 6 18 61615 < < [ < ¢ o1 01 v 6y cr) MOEOONOMOMOOMOAUUC S aadaaaaaaaaaaood DFILE : ALPHA
'\ W W L%‘[%ﬂ% { RH SFILE : TKA_3-OME_4-OH
COMNT : TKA_3-OME_4-0H
EXMOD : SINGL
IRMOD : NON
POINT : 32768
FREQU : 7993.61 Hz
SCANS : 32
DUMMY : 4
ACQTM : 4.0993 sec
PO 3.0000 sec
RGAIN : 13
PW1 5.25 usec
’,/’
| 0BNUC : 1H
I OBFRQ : 399.65 MHz
OBSET : 134500.00 Hz
! %RNUC :1H
RFRQ : 399.65 MHz
l OCH3 IRSET : 134500.00 Hz
| . . IRATN : 511
OH IRAPW ©  50.0 usec
' IRBPY : 25
IRBP2 : 6
"IRRNS : 0
) ADBIT : 16
CTEMP : 20.6 ¢
CSPED : 12 Hz
SLVNT : CDCL3
RESOL : 0.24 Hz
BF : 0.10 Hz
T1 0.00 %
T2 0.00 %
T3 90.00 %
T4 : 100.00 %
_ REFVL : 0.00 ppm
, | ! I XE . 2B24.89 Hz
I | xS : 300.78 Hz
i - , AT | | t I | aperator
ppm
T T T T l T T T T I T T T T ' T T
5) 4 2

'H-NMR spectrum of (E)-4-Hydroxy-3-methoxystilbene



[ Mass Spectrum ]

Data : E12 Date : 20-Jan—-185 13:49
Sample: 3-OMe 4-OH

Note : probed@-200@(128/min), chamber2id
Inlet : Direct Ton Mode : EI+

Spectrum Type : Regular [MF-Linear]
RT : .86 min Scan# : (7,9) Temp : 1@3.5 deg.C
BP : m/z 226.0000 Int. : 1599.98
Output m7z range : 40.0008 to 301.0660 Cut Level : 8.00 % ‘
16776368 . 226
198 — {
1
165
58
152 183
A | 193 225
1 a3 55 5> 83 113 /115 128 /141 . N
’ b ] 239 253 267 281 295
@__.[.“I. :|u y|.|.lll.hm..IHHJIII'.‘I!:'-.|||.|i:l|.l|.lsl|i '“‘i““””'" n|.|>|=1l ..... |!| Illln “II lhlihl. l..“h ' ”In e l.. ,I s I Lo I/ s ‘
40 60 80 100 120 140 160 180 . cbg 220 240 264 280 300
. m/z

MS spectrum of (E)-4-Hydroxy-3-methoxystilbene
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2-FEB-2005 16: 05: 27.07

m O CONONMHYOO Q ® @ ‘Mmoo 0O [Ts]
S8 238EPRNIST & a5 3 a e 88 B :
NY <Tomomomem o Qoo - “ <+« oo o DFILE : ALPHA o
\ R K R H H I ' ’ ‘ l I ‘ l SFILE : TKA_AHNON_CDCL3_3-0H_4-0OMt
COMNT : 3-0H_4-0CH3
I EXMOD : SINGL
IRAMOD : NON
POINT : 32768
FREQU : 7993.61 Hz
SCANS : 32
DUMMY : 4
ACQTM : 4,0993 sec
PD 3.0000 sec’
RGAIN : 18
PW1 5.25 usec
OBNUC : 1H
OBFRQ@ : 399.65 MHz
OBSET : 134500.00 Hz |
IANUC : 1H c';
(:)f* IRFRQ : 399.65 MHz |
IRSET : 134500.00 Hz :
OCH 500
.0 usec
3 25
6
0
16
21.6 ¢
12 Hz
| CDCL3
' 0.24 Hz
2.50 Hz
0.00 %
0.00 %
#—k/} 90.00 %
100.00 %
11 I Il"l] [ 0.00 ppm
3026.63 Hz
XS 398.24 Hz
operator
ppm
T L} T L] l L ¥ T L l L} ¥ T 1 ~| L} L} T
6 4 2

stilbene



[ Mass Spectrum 1 .

Data : EI13 Date : 2@0-Jan—-183 14:54
Sample: 3-0H 4-0OMe

Note : probed4®-280(128/min), chamber230

Inlet : Direct Ion Mode : EI+
Spectrum Type : Regular [MF-Linear]

RT : 1.11 min Scan# : (8,12) Temp : 117.7 deg:.C
BP : m/z 226.0000 Int. : B22.5B6 :
Output m/z range : 40.0000 to 300.4980@ Cut Level : 0.00 %
6527974 226
1808 — {
165
5@ ~
152
44
{70 81 s el 151 )
240
, 254 267 286
@__J |ll lue |||I l || e hl lllll”ll “l { L |||l||hll‘ I lmh Ih[lll' 1 u |I|I , I '...I..[[ ht “”l |' ....... | proses ..{. ; e o z P z i
48 S@ 8@ 1@@ 12@ 148 168 188 240 266 280 300
: m/z

MS spectrum of (E)-3-Hydroxy-4-methoxystilbene
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OH

1.253

ppm

TH-NMR spectrum of (E)-4-Hydroxystilbene

20-JAN-2005 16: 22: 43.27

"DFILE : ALPHA

SFILE : TKA_1HNON_4-0H_050120
COMNT : 4-0H

EXMOD : SINGL

IRMOD : NON

POINT : 32768

FREQU : 7993.61 Hz

SCANS 16

DUMMY 4

ACQTM : 4.0993 sec

PD : 3.0000 sec

RGAIN : 19

PW1 5.25 usec

OBNUC : 4H

OBFRG : 399.65 MHz

OBSET : 134500.00 Hz |
IRNUC : 1H g
IRFRQ : 399.65 MHz [
IRSET : 134500.00 Hz

IRATN : 511

IRRPW 50.0 usec

IRBPY 25

IRBP2 6

IRRNS 0

ADBIT 16

CTEMP 21.6 ¢

CSPED 11 Hz

SLVNT : CDCL3

RESOL 0.24 Hz

BF 2.50 Hz

T1 0.00 %

T2 0.00 %

T3 90,00 %

T4 : 100.00 %

REFVL : 0.00 ppm

XE 2970.77 Hz

XS 423.00 Hz

operator



{ Mass Spectrum ]

Data : EI6 Date :
Sample: 4-0H

Note : probed@-200(128/min), chamber25@ ,
Inlet : Direct Ton Mode : EI+
Spectrum Type :

20-Jan-103 15:47

Regular [MF-Linear]:

RT : ©0.380 min Scan# : (2,9) Temp : 35.4 deg.C
BP : m/z 196.0000 Int. : 951.14
Output m7z range : 48.0000 to 251./880 Cut Level : 0.08 %
9973392 196
100 — .
50 -
) 195
I ’ 165
1 57 ) 152
55 { 71 : 1
43 N . 83 37 ns o 139 I
, o 205 225 239
0~ L ...gln.‘[ by |||||lt’!|. :l”||i|| |I|I|(=|¢I||l,“i"hhh'!ll'- -.‘Iil.llmllll...l.h }l.... . lgl In . .I..H ‘ ]l.' , .! l’ Lo Ly A g N ,,.,." ity
40 50 60 14’ 8@ 99 1B 1180 120 130 140 158 160 1780 188 190 2080 2180 220 238 248 259
. m’z

MS spectrum' of (E)-4-Hydr0xystilbene
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21-JAN-2005 15: 46: 43.01
SphEEEEN G S RN SR I R e h B e R e e R L L 282 888 DFILE : ALPHA
NN NN NN N NNN NN NN RSN N NN NSNS NSNS NSNS EE IYYYIITmOmmmnmnmmnmnmmn R N SFILE : TKA_1HNON_4-F_3-0OMe_05012:
‘ IEREEENNEEN N u)
L L Y
EXMOD : SINGL
IRMOD : NON
POINT : 32768
FREQU : 7993.61 Hz
SCANS : 32
DUMMY 4 '
ACQTM : 4,0993 sec
PD : 3.0000 sec
RGAIN : 20
PW1 : 5.25 usec
/,/
OBNUC : 1H
OBFRQ : 399.65 MHz
OBSET : 134500.00 Hz
|
. | IBRNUC : 1H Q
OCH IRFRG : 399.65 MHz |
3 IRSET : 134500.00 Hz
IRATN : 511
F | IRAPW ©  50.0 usec
IRBP1 : 25
IRBP2 : 6
IRRNS : 0
! ADBIT : 16
CTEMP : 21.4 ¢
CSPED : 14 Hz
SLVNT : CDCL3
RESOL : 0.24 Hz
BF : 2.50 Hz
il I T1 : 0.00 %
‘ T2 : 0.00 %
p ¥ I T4 10000 %
| : .
i ;e S REFVL ©  0.00 ppm
‘ XE ¢ 3061.27 Hz
XS : 385.56 Hz
operator
ppm
T T L) T l ) 1 L T ' T 1 T 1 l T T T T
6 4 2

TH-NMR snectrum of ( E\-4-F1110ro—3-methoxvstﬂbene
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vote | 16°% /oo
" [ Mass Spectrum ]
Data : 0O204E Date : B4-Feb-183 10:30
Sample: 3-0CH3-/4-F
Note : chamber26@
Inlet : Direct Ion Mode : EI+
Spectrum Type : Regular [MF-Linear] '
1 0.25 min Scan# : (1,95) Temp : 31.9 deg.C
BP : m/z 228.0000 Int. : 974.47
Output m7z range : 40.0008 to 3081.5140 Cut Level : 0.00 %
10218064 228
108 — i
_ 165
50
183

_ }97

. : _ 212

i 351 63 77 91 1@7 133 163

50 . 4 P s 126 , \ I l ,
)} ’ ; 2480 24 76
@‘_‘u I ! 1. |.| I.I il 1y ’“'l.i“'.loh’:lldmhilln.nln:l 1||. ..I. ..1!II.II| .:.nli- Ll I!IL ..III' .“ n|'|. .” |Ii|| | ; .I“ Ill “.' | I " ! ; ’2 6 | Zt N 12?9 . I
40 60 80 180 120 140 168 180 2na 220 240 260 280 360

MS spectrum of (E)-4-Fluoro-3-methoxystilbene
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RERNSEEEE TR EE SRS R R B EEE P PR EERSGRE R PR PR PR EERREL B SR R
KKKKKK#KKKKKK&KKKRKKEKKK&KKKKKKAKKKﬁdddddddddéééééééééddéddddﬁdﬁddddddddAéééééééééééééévDan © ALPHA
HWWW SFILE : TKA_1HNON_3-F_4-OMe_05012:
COMNT : 3-F_4-0Me
| EXMOD : SINGL ‘
. IRMOD : NON
POINT : 32768
FREGU : 7993.61%1 Hz
SCANS : 32
DUMMY 4
ACQTM : . 4.0983 sec
PD : 3.0000 sec
RGAIN : 20
PW1 : 5.25 usec
’,/’
OBNUC : 1H
OBFRQ : 399.65 MHz
OBSET : 134500.00 Hz
IRANUC : 1H L!)
F IRFARQ : 399.65 MHz T
IRSET : 134500.00 Hz
OCH IRATN : 511
3 : IRRPW : 50.0 usec
IRBP1 : 25
IRBP2 : 6
IRARNS : 0
ADBIT : 16
CTEMP : 21.8 ¢
CSPED : 12 Hz
SLVNT : CDCL3
| RESOL : 0.24 Hz
BF : 0.10 Hz
T4 : 0.00 %
T2 : 0.00 %
| 1 73 : 90.00 %
_ﬁl | il T4 : 100.00 %
! REFVL : 0.00 ppm
XE . 3008.58 Hz
XS . 439.96 Hz
operator
ppm
T ¥ T l L 1 L] L l L) ¥ ¥ T l T T T T I ¥ 1 T Ll ' T T L} T ' T T L] T I T T ¥
7 b 5 4 3 2 1

IH-NMR spectrum of A(E)-3-F1uoro-4-methoxystilbene



" [ Mass Spectrum ]
Data : 3
Sample: 3-F/4-0CH3

Date : P4-Feb-103 15:24

Note : chamber 208; start 4@ (64/min)
Inlet : Direct Ion Mode : EI+
Spectrum Type : Regular {MF-Linear]
RT : 0.5 min Scan# : (2,8) Temp : 33.08 deg.C
BP : m/z 228.0000 Int. : 1420.05
Output m/z range : 48.0008 to 300.5180 Cut Level : 0.00 %
14890285 ' v 228
108 — {
/165
58 213
| 183
77
_ ; g1 - 196
sg 2! 53 ; 133 152 153 g
OO O YU PR O O RN Mz e e e
g Ll p.M”NLhA“JHhNLhn!Lmdw$JHHm|.wnmnther.JJuLuhiﬂ m]anm”ll '”'W .”J. — Lo ' " : . \ﬂ pdo
40 60 80 100 120 140 168 180 200 220 249 260 280 300
' m/'z

MS spectrum of (E)-3-Fluoro-4-methoxystilbene
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'H-NMR_ spectrum of (E)-2-Fluoro-3-methoxvstilbene

20-JAN-2005 18: 09; 45.53
DFILE : ALPHA

SFILE : TKA_1HNON_2-F_3-0OME
COMNT : 2-F_3-0Me

EXMOD : SINGL

IRMOD : NON

POINT : 32768

FREQU : 7993.61 Hz
SCANS : 16

DUMMY 4

ACQTM : 4.0993 sec
PD : 3.0000 sec
RGAIN : 16

PW1 5.25 usec
OBNUC : 1H

OBFRQ : 399.65 MHz
OBSET : 134500.00 Hz
IANUC : 1H

IRFRQ : 399.65 MHz
IRSET : 134500.00 Hz
IRATN : 511

IRRPW : 50.0 usec
IRBP1 : 25

IRBP2 : 6

IARNS : 0

ADBIT : 16

CTEMP . 24.2 c
CSPED : 13 Hz
SLVNT : CDCL3

RESOL : 0.24 Hz

BF : 0.10 Hz

T1 0.00 %

T2 0.00 %

T3 90.00 %

T4 : 100.00 %
REFVL : 0.00 ppm
XE : 2414.57 Hz

XS 135.63 Hz
operator



[ Mass Spectrum 1

Data : EIl!

Date : 28-Jan—-105 13:43

Sample: 2-F 3-OMe
Note : probed@-20B(128/min), chamber25@

Iniet : Direct

Spectrum Type :

Ion Mode : EI+
Regular [MF-Linear] '

RT : 80.25 min Scan# : (2,4) Temp : 41.0 deg.C
BP : ms/z 228.0000 Int. : 1517.57 :
Output m7z range : 40.0000 to 300.5189 Cut Level : 0.00 «
15912874 228
108 — 1
/185
5@
196
| 183
] 2!3
o7 51
143 59 S8 8 e 133 157 ’ ‘ ‘ ” ’ ’ ” ‘ .
1 o | 253 267 281 295
@_I .||| =|n. | . WL ||’! ..||I|1l'“’l|.nll| n'||l|i.|||hl||!‘1|“...|=i.|.|Ilh.l.lll.h|il il f!l'm.ln|i‘.|’ IJII.‘.II hi” Levin “ ln' cd !:u L. !/ i e i Z i,’ et r
40 51%] .88 100 120 140 160 188 200 220 240 260 280 300
m/z

MS spectrum of (E)-2-Fluoro-3-methoxystilbene
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AMP DO o ~ o ™ [+)] 2-JUL-2004 15: 24: 16.03
SafaRRY by e & o
<~mphmmmm a -« - - = DFILE : ALPHA
’ k\((hLJ l I ' I SFILE : TKA_1HNON_3-Br_4-0Me_0407
COMNT : 3-Br_4-0Me
EXMOD : SINGL
IRMOD : NON
POINT : 32768
FREQU : 7993.61 Hz
SCANS : 16
DUMMY : 4
ACQTM : 4.0993 sec
PD : 3.0000 sec
RGAIN : 16
! | PW1 : 5.25 usec
¥ <
H
§ | OBNUC : 1H
- OBFRQ : 399.65 MHz
OBSET : 134500.00 Hz |
! IRNUC : 1H ' o
| Br IAFAQ : 399.65 MHz ,
IRSET : 134500.00 Hz
(:)(:}1 IRATN : 511
. 3 IRAPW : 50.0 usec
b ' IRBPY : 25
an 1 IRBP2 : 6
i IRRNS : 0
g ADBIT : 16
i CTEMP : 24.2 ¢
i CSPED : 12 Hz
i SLVNT : CDCL3
P RESOL : 0.24 Hz
i BF : 2.50 Hz
T1 : 0.00 %
T2 : 0.00 %
' T3 :  90.00 %
o L/AL | T4 : 100.00 %
o REFVL : 0.00 ppm
XE : 3128.11 Hz
XS : 315.06 Hz
operator
ppm
! L} L4 T T l L) L L) T l Li 1] T T | T T T
8 6 4 2

IH-NMR spectrum of (E)—3-Bromo-4-meth0xvsti1behe



[ Mass Spectrum ]
- Data : @118E1
Sample: 3—-Br 4-OMe

Date : 18-Jan-105 18:50

"Note : proked@-208(128/min), chamber25@

Inlet : Direct Ion Mode : EI+

Spectrum Type : Regular [MF-Linear]

RT : @.37 min ’ Scan¥ : (1,7) Temp : 31.9 deg.C

BP : m/z 288.00008 Int. : B44.91

Output msz range : 40.0000 to 402.66308 Cut Level : 0.00 %

6762386 288

108 — '
] 61
| 165
58
] 43
1 273
194
139 164 .
- /89 /14 ] N /2@8 245
{ 302 335 345 - 369 401
60— Lepsinpmsposdponl e
40 60 80 199 120 148 160 180 200 - 220 - 248 260 288 308 328 3480 360 380 404
. m/z

MS spectrum of (E)-3-Bromo-4-methoxystilbene
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DATE HO0E SCAN SPEED [SAMPLE = SAMPLING-HETHOD CONCENTRATION REMaRES | Jaseo
SRl | — & Q"”” | JAPAN SPECTROSCOPIC COLLID,
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5-Br_2-0Me

CNODWOVHONAUNOONMNIOMOD MO I 0 THNOUY® —“0W© @ 22-JAN-2005 17: 37: 27 .84
NORNANOBMAOONNONOICDN N T mI0 6 SHNOBISODN ~SQq 0 i .
RERITImmmuuATneoonhRboinin 2 co@aNGI) nwin o

NRNANEANANNSNNANRAENNRNOODODO OO T ITmmmmmm etet o DFILE : ALPHA

SFILE : TKA_1HNON_5-Br_2-0Me_0501¢

(i B ¢

W

COMNT : 5-Br_2-0Me
EXMOD : SINGL

IRAMOD : NON
POINT : 65536
FREQU : 7993.641 Hz
SCANS : 32

| . DUMMY : 4
ACQTM : 4.0993 sec
PD : 3.0000 sec
RGAIN : 19
PW1 : 5.25 usec

'//’ OBNUC : 1H

OBFRQ : 399.65 MHz

OCH3 | - | OBSET : 134500.00 Hz

IRNUC : 1H
IRFRQ : 399.65 MHz
IRSET : 134500.00 Hz

IRRPW 50.0 usec

RESOL : 0.12 Hz
BF : 2.50 Hz
T4 : 0.00 %
T2 : 0.00 %
T3 : 90.00 %
T4 : 100.00 %
REFVL : 0.00 ppm
XE : 3084.69 Hz
XS ¢ 391.04 Hz
operator




[ Mass Spectrum ]

Data : EZ2 Date : 18-Jan—-185 11:26
Sample: 2-OMe 5-Br

Note : probedB-200(128/min), chamber250

Inlet : Direct Ion Mode : EI+
Spectrum Type : Regular [MF-Linear]
RT : @.235 min Scan# : (1,3) Temp : 31.9 deg.C
BP : m/z 194.0000 Int. : 320.39
Output m7z range : 48.0088 to 4@1.7260 Cut Level : 8.9 %
3359494 ,; 134
108 — N
1 288
- 165 !
58

N

' 382 331 345 372 393
S TIVTPPIVPTITE FOTTPRT T T P00 T FVOR 08 (YVUVPOPPOPTT L Y PPPOPIOOOT: 1111 4 i 4 4 i
I ' | ' I T | ' | T | T 1 T I ' | T T
49 6B 8@ 180 120 148 160 180 200 220 248 2680 2808 300 320 348 368 380 400
' ' o m/z

245 252 273 ‘

‘MS spectrum of (E)-5-Bromo-2-methoxystilbene
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2-N02, 3-OMe stilbene

-JUN-2004 16: 07: 01.95
N e e e e e e 1161616 6 16161615 0 BCHRC o o o R S DFILE : ALPHA
ngg%ﬁﬁﬁﬁ%éészJéagﬁ%:%%éggiJ I \ /ﬁ%%%;ﬁLLJ l ' SFILE : TKA_1HNON_2-NO2, 3-OME_040
COMNT : 2-N02, 3-0Me stilbene
EXMOD : SINGL A
TRMOD : NON
POINT : 32768
FREQU : 7993.61 Hz
SCANS : 16
DUMMY : 4
ACQTM : 4.0993 sec
PD : 3.0000 sec
RGAIN : 16
PW1 : 5.40 usec
Z
OBNUC : 1H
PJ(:) OBFRQ : 399.65 MHz
2 OBSET : 134500.00 Hz I
IANUC : 1H o
IRFRQ : 399.65 MHz |
OCH IRSET : 134500.00 Hz
3 IRATN : 511
: IRRPW : 50.0 usec
IRBP1 : 25
IRBP2 : 6
IRRNS : 0
' ADBIT : 16
‘ CTEMP : 23.2 ¢
CSPED : 12 Hz
SLVNT : CDCL3
RESOL : 0.24 Hz
« BF 2.50 Hz
| ' T1 : 0.00 %
T2 0.00 %
. 13 ©90.00 %
(AT | T4 © 100.00 %
|- b Lol | ' REFVL : 0.00 ppm
XE  : 2907.34 Hz
XS . 330.55 Hz
operator
ppm
T L L] T I L] T T T ' ¥ T L] T I L] T T
6 4 2

IH.NMR snectrum of (E)-3-Methoxv-2-nitrostilbene



[ Mass Spectrum 1

Data.

. E7-

Sample: 2-NOZ 3-0OMe
Note : probe temp. 48-48B(128/min), chamber temp. 250

Inlet :

Spectrum Type :

Di

rect

RT : ©.99 min
BP : m7z 91.00009

Output m7z range

2077930
1008 —

58

A —
4

Regular [MF-Linear]

Date : 19-Jan-105 10:87

Ton Mode :

EI+

MS spectrum of (E)—3-MethoXy-Z—nitrostilbene

Scan# : (8,1@) Temp : 117.7 deg.C
Int. 198.17
: 40.0000 to 304.2660 Cut Level : 0.08 %
31 165
149
126
120
77 1
148 238
76 178 1 255
| 51 8|3 , /195 ,223
43 “ 1 | 218 |
276
. 279
: |mﬂnl I'lh!”lll ’ |l||.||”' III |h” ! Ihl”!l I ‘II!'-“ “l llllllll![ll |l|| !Lm‘l } lllm!l' l]!-..l' |||v..-l!||‘l Ll;im.l”l“ I: ...|'l| “ll. ; A l;. ' l P i l.."'. . '
7 60 80 100 120 140 160" 180 200 220 240 260 280 300

m/z
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TKA_4-F_3-OMe_SYN
Etsiiehsid- bt aupth bbbt P ek b r bbb e BRI E NS YR AP ghbE @
MR R R R R I R 616 6166 616166 6166 616/6 61616 61666 6.6 ¥ 033 5 551 1.1 3.1 1 13 0 0 3 Ghvie = DFILE : ALPHA
\KWJ EESEENEEEE IW I\VH l SFILE : TKA_1HNON_4-F_3-OMe_SYN_O!
COMNT : TKA_4-F_3-OMe_SYN
| EXMOD : SINGL
IAMOD : NON
POINT : _ 32768
F FREQU : 7993.61 Hz
SCANS : 32
OCH DUMMY : 4
3 ACQTM : 4.0993 sec
PD : 3.0000 sec
RAGAIN : 20
PW1 5.25 usec
= OBNUC : 1H

OBFRQ : 389.65 MHz
OBSET : 134500.00 Hz

IRNUC : 1H
IRFRG : 399.65 MHz
IASET : 134500.00 Hz

el U

IRARPW usec
F: IRBP1 : 25
. IRBP2 : 6
IRRNS : 0
| ADBIT : 16
CTEMP : 21.8 c
CSPED : 9 Hz
SLVNT : CDCL3
|
RESOL. : 0.24 Hz
BF : 0.10 Hz
T1 : 0.00 %
T2 : 0.00 %
| T3 : 90.00 %
AJ‘ il T4 : 100.00 %
I\ | | REFVL : 0.00 ppm
. XE : 2932.71 Hz
XS :  488.87 Hz
operator
ppm




[ Mass Spectrum ]

Data : E3 Date : 18-Jan-185 11:51
Sample: 3-OMe 4-F Sy

Note : probed4@-408(128/min), chamber25@

Inlet : Direct lon Mode : EI+

Spectrum Type : Regular [MF-Linear] _

RT : 8.86 min Scan# : (3,14) Temp : 58.6 deg.C

BP : m/z 276.0000 Int. : 883.28 ‘

Output m7z range : 408.0000 to 351.2230 Cut Level : 8.08 %

9324784 276
100 — - _ 1
38 A

| ” 304 331 343
) t Z ! ¢

3
t - T T T

* ;
40 6@ 80 160 128 140 168 1808 200 220 240 260 288 300 320 348

MS spectrum of | (£)-4,4’-Difluoro-3,3’-dimethoxystilbene
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CONANBVUMMNOONVWODITIITHMOU TMN O M NWO N mm:gr\mmm«m«l\ [<] i N [le]
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ppm
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21-JAN-2005 16: 01: 03.24

DFILE : ALPHA

SFILE : TKA_1HNON_3-F_4-0OME_05012:
COMNT : 3-F_4-0Me_SYN

EXMOD : SINGL

IRMOD : NON

POINT : 32768

FREQU : 7993.61 Hz

SCANS : 32

DUMMY 4

ACGTM : 4.0993 sec

PD : 3.0000 sec

RGAIN : 19

PW14 5.25 usec

OBNUC : 1H -

OBFRQ : 399.65 MHz

OBSET : 134500.00 Hz |
IRNUC : 1H &
IAFRQ : 399.65 MHz |
IASET : 134500.00 Hz

IRATN : 511

IRRPW : 50.0 usec

IRBP1 : 25

IRBP2 : 6

IARNS : 0

ADBIT : 16

CTEMP : 21.8 ¢

CSPED : 12 Hz

SLVNT : CDCL3

RESOL : 0.24 Hz

BF : 0.10 Hz

T1 0.00 %

T2 0.00 %

T3 90.00 %

T4 ;. 100.00 %

REFVL : 0.00 ppm

XE 2914.90 Hz

XS 466.06 Hz

operator

TH-NMR spéctrum of (E)-3,3’-Difluoro-4,4’-dimethoxystilbene



[ Mass Spectrum ]

Data : E4 Date : 18-Jan—-185 13:31
Sample: 3-F 4-OMe Sy

Note : probed4@-4@3(128/min}, chamber25@

Inlet : Direct Ton Mode : EI+
Spectrum Type : Regular [MF-Linearl
RT : 8.74 min Scan# : (2,12) Temp : 35.35 deg.C
BP : m/z 276.0000 Int. : B8B.30
Output m/z range : 48.0008 to 352.65398 Cut Level : B.08 %
9314525 ‘ , 276
100 — ,
- ?61
50
183 g1
/44 . 17@ 218
| 138 a1 1
57 83 | po 107 . 169 £33
1 \ 1 l 388 318 335 345
_Jl.l |\...{| Al . N |.1§||hl.lni|l|;|‘|..'l.|llllui|...h |I=l.....,u}|.|.l|. »'I-|.I|I li. llnh.llln.,.|..’.x|l|..1|' |..|n..i|l|ml ‘I......”} ‘...‘| ;hn |I . |!I|| - |II| S I, LS i !’ | I : v
40 68 80 100 120 140 160 180 208 220 2448 268 280 306 320 340
m/z

MS spectrum of (E)-3,3’-Diﬂuoro-4,4’—_dimethoxystilbene
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19-JAN-2005 14: 51: 50.04
NN NN N N N S N N S N N T 6 6 6 6 6 < o L & e SFILE : TKA_1HNON_3-0H_050119
) |l L LU )
EXMOD : SINGL
IRMOD : NON
POINT : 32768
FREQU : 7993.61 Hz
SCANS : 16
DUMMY 4
ACGTM : 4.0993 sec
PD : 3.0000 sec
RGAIN : 18
PW1 : 5.25 usec
OBNUC : 1H
OBFRQ :- 399.65 MHz
| OBSET : 134500.00 Hz
IANUC : 1H
IAFRG : 399.65 MHz
IRSET : 134500.00 Hz
I IRATN : 511
IRAPW : 50.0 usec
IRBP1 : 25
IRBP2 : 6
IRARNS : 0
: ADBIT : 16
| ' CTEMP : 22.3 ¢
' CSPED : 14 Hz
| SLVNT : CDCL3
RESOL : 0.24 Hz
BF : 2.50 Hz
T1 : 0.00 %
: T2 : 0.00 %
I T3 : 90.00 %
J ! T4 : 100.00 %
" JLA N REFVL : 0.00 ppm
XE : 2998.09 Hz
XS . 413.49 Hz
operator
ppm
T T 1] L] ' T L L T r T T T L l T T L]
6 4 2




[ Mass Spectrum ]

Data .: EI5 Date : 2@0-Jan-185 15:22
Sample: 3-OH
Note : probed@-208(128/min), chamber23d
Inlet : Direct Ton Mode : EI+
Spectrum Type : Regular [MF-Linear]
RT : @.62 min Scan# : (3,8) Temp : BB.7 deg.C
BP : msz 196.0000 Int. 1305.27
Output m7z range : 40.9800 to 252.7250 Cut Level : ©.08 %
13686784 196
108 — {
50 - 195\
] 165 177
] 57
4 71 97
43 55 ; 83 b
/ . 111 139 ’ -
‘ { 225 239
Z_J |||.. ||-nl| L ||(|1|I‘| xnl”ll-“'lc|||a|.|i||||..|I|l.|.|f|'.||.|hl;||||”||.||||||I|I|..;..|I! !Il.., LA ||4 ..J‘ Hm VL 11 | EOOTT TR YT SO PT YT AUV { cetvign
— ' | i | ! t T f ' T ' | - T f f ' f - | f
49 58 6@ 70 B89 98 140 120 138 148 150 170 180 1980 208 2180 220 238 248 250

MS spectrum of (E)—3-Hydroxystilbené

m/z
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19-JAN-2005 14: 41: 28.34
S8 B R s YR s eRERISR88RARBNEN aug R 2218 o8IY DFILE : ALPHA
DITTOOOOOOMAUNUNAUAUNAUNNH A A0O00O0OO0ON0NNO DO TTm n MmO oo
NN NN NN NN NN KRN NS RNNNRRRN 86 66 600 mmm < @vd <ooo SFILE : TKA_1HNON_3-0H, 4-F_050119
R r. S N R\ COMNT © 3-0H, d—F
, EXMOD : SINGL
| IAMOD : NON
‘ POINT : 32768
FREQU : 7993.61 Hz
SCANS : 16
DUMMY 4
ACQTM : 4.0993 sec
PD : 3.0000 sec
RGAIN : 14
PWt : . 5.25 usec
=
0BNUC : 1H
OBFRQ@ : 399,65 MHz
OBSET : 134500.00 Hz |
IRNUC : 1H Q
IRFAQ : 399.65 MHz |
OH ' IRSET : 134500.00 Hz
IRATN : 511
F | IRRPW @ 50.0 usec .
IRBP1 : 25
IRBP2 : 6
IRRNS : 0
ADBIT : 16
CTEMP : 22.3 ¢
CSPED : 13 Hz
SLVNT : CDCL3
RESOL : 0.24 Hz
BF : 2.50 Hz
T 0.00 %
T2 0.00 %
T3 90.00 %
| ' : i | | T4 : 100.00 %
A ! - A REFVL :  0.00 ppm
XE @ 3035.90 Hz
XS : 395.56 Hz
operator ’
ppm
¥ LI ¥ T ' T T T T I T ) T T ] T T T T
6 4 2

ITH.NMR  enectrim of ( F)-4-Fliiora-3-hvdraxvstilhene



" [ Mass Spectrum ]
Data : 2 Date : @4-Feb-183 11:82

Sample: 3-OH/4-F-F
Note : chamber 208; start 4@ (32/min)

Inlet : Direct Ion Mode : EI+
Spectrum Type : Regular [MF-Linear] - .
RT : 0.25 min Scan# : (1,9) Temp : 31.3 deg.C
BP : m/z 214.0000 Int. : 1@88.19
Output m7z range : 40.0PV8 to 302.3920 Cut Level : 0.@8 %
11410496 214
108 — ' y
58 :
. 185
| 213,
183
51 92 93 1gp 197 |5 13s 163 ” oo e e .
Z_II i \!II' Ll l,l|ll...1!, .l“lhil”mlU#lunlh“ll .l|u;.|n|. o I|I|"“l“l”!il vl |}||. . |.|I . I |«l!l.|.|t|'.lll ”I . |H I ! | ! ' 4 I Z 4 I /l J ’29'4
40 60 80 100 120 148 160 188 200 220 240 268 280 300
) m/z

MS Spectrum of (E)-4-Fluoro-3-hydroxystilbene
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T T B T o 1 e 1 1 E 1 1o 1 1 T 1o 1 B T T P T T T 1 T B T e e T e T P T (0 (0 10 (0 10 10 0 10 10 0 10 B B W B B VIV OV TmmmmmEmmonmmmammadvauawwood DFILE @ ALPHA
%%% '/,'%m%}lu% SFILE : TKA_3-F_4-0H
1 | / o | ,
v COMNT : TKA_3-F_40H
) EXMOD : SINGL
IRMOD : NON
POINT : 32768
FREQU : 7993.61 Hz
SCANS 32
DUMMY : 4
ACQTM : 4.0893 sec
PD : 3.0000 sec
RGAIN : 8
PW1 : 5.25 usec
| OBNUC : 1H
) OBFRQ : 398.65 MHz
OBSET : 134500.00 Hz
IRNUC : iH
F: | IRFRQ : 399,65 MHz
IRSET : 134500.00 Hz
~ IRATN : 5114
, OH IARPW ©  50.0 usec
. . IRBP1 : 25
IRBP2 : 6
IRABNS 0
ADBIT ; 16
CTEMP : 20.2 ¢
CSPED : 13 Hz
SLVNT : CDCL3
‘ RESOL : 0.24 Hz
il ' BF : 0.10 Hz
T4 : 0.00 %
| T2 : 0.00 %
] | H, T3 : 90.00 %
T4 : 100.00 %
il Ty 1y Wy | ! ! REFVL ©  0.00 ppm
XE : 2932.71 Hz
XS . 293,47 Hz
‘ operator '
ppm
T T T T T T T T T T T T T T T T T T
6 4 2

TH-NXMR spectrum of (EDN-3-Fluoro-4-hvdroxvstilbene



" [ Mass Spectrum 1]
Data : 4
Sample: 3-F/4-OH

Date f

P4-Feb-103 16:10

MS spectrum of (E)-3-Fluoro-4-hydroxystilbene

Note : chamber 208; start 4@ (128/min)
Inlet : Direct Ton Mode : EI+
‘Spectrum Type : Regular [(MF-Linear]
RT : @.23 min Scan# : (1,B6) Temp : 38.7 deg.C
BP : m/z 214.0000 Int. : 71B.46
Output m7z range : 408.@0800 to 302.3920 Cut Level : B.00 %
7533632 ' 214
188 — . {
50
_ }65
i 213
44
. 199
’7 197 \
57 B3 106 ¢ 136 163 291 2 279
! ! N ot ] . 43 267 293
@_‘H L !lmlnl..i.l‘u.lllll ull hilllllﬂll:l“l]l“lillll‘l ”I”“l""i""“"'u"l"ll'li' aty l!‘“l...l..l “ ‘Ls!» HI“IH)H' ' |””| % ' I 1 oy il ' Loy I L ’| . -
40 60 80 166 120 140 160 180 200 220 24@ 260 280 300
m/z
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19-JAN-2005 14: 24: 05.34
ERE R R e o 3] N e pEDoON 522 DFILE : ALPHA
WIOODOOOOOMOAUNNNNAC AT I 100000 NNANMM o TITMm nmommMy OO @
NN NN RN NN RN NN NN RN N NN 6866666681010 < ™ m deivivicw coo SFILE : TKA_1HNON_2-F_3-0H_050119
IR
| e L D Y R 2 P
EXMOD : SINGL
IRMOD : NON
POINT. : 32768
FREQU : 7993.61 Hz
SCANS : 16
DUMMY : 4
ACQTM : 4.,0993 sec
PD : 3.0000 sec
AGAIN : 14
PW1 : 5.25 usec
| /
OBNUC : 1H
F: OBFRQ : 399.65 MHz
OBSET : 134500.00 Hz I
IRNUC : 1H ©
IHFR? :  399.85 MHz |
IRSET : 134500.00 Hz
' OH | TRATN - 511
I IRARPW : ~ 50.0 usec
| IRBPY : 25
IRBP2 : 6
[ IRRNS : 0
ADBIT : 16
CTEMP : 22.3 c
CSPED : 12 Hz
SLVNT : CDCL3
! RESOL : 0.24 Hz
I BF : 2.50 Hz
| T1 : 0.00 %
! I T2 : 0.00 %
| i T3 : 90.00 %
| | | ' T4 : 100.00 %
" REFVL : 0.00 ppm
XE 1 2987.11 Hz
XS : 396.53 Hz
operator
ppm
T L) T T [ L] L} T T ’ T L} T T l T T T
6 4 2

TH-NMR spectrum of (E)-2-Fluoro-3-hvdroxvstilbene



[ Mass Spectrum ]

Data : El4 Date : 20-Jan—-105 15:04
Sample: 2-F 3-0OH :
Note : probed4@-288(128/min), chamber23®
Inlet : Direct ' Ion Mode : EI+
Spectrum Type : Regular [MF-Linear]
RT : @.37 min Scan# : (3,3) Temp : 45.6 deg.C
BP : msz 214.00808 Int. 1865.68
Output m7z range : 408.0008 to 302.3920 Cut Level : 0.00 #%
11174485 214
100 — '
] 165
50
57
1 71
i g5 97
53 7 {
43 s 111
( 1
' 125 183 194
] ‘ JBS ’
225 239 253 267 281 295
@“‘I 11198 Al l .I.' nlmh l i.:llll!{ { ' hlllllll l l i.lll‘lll ! |':|.1||%|I‘! ”m.lllll|m!|mllh,!‘ml-hl;n“ ll'!l.hlllll{“ |n.|=||’ ' I|I|.|,I|h|§|| !nl;I|xl|u.,:|.hmlli....'.nl;ni ..... .imnli..;....nm{i... ...»:uni;,.,%.
40 69 - B8O 100 : 140 160 188 2008 220 240 26d 288 308
m/z

MS spectrum of (E)-2-Fluoro-3-hydroxystilbene
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20~JAN-2005 16: 35: 19.27
DFILE : ALPHA
SFILE : TKA_1HNON_3-Br_4-0H_05012(
COMNT : 3-Br_4-0H
EXMOD : SINGL
IAMOD : NON .
POINT : 32768
FREQU : 7993.61 Hz
SCANS : 16
DUMMY 4
ACQTM : 4.0993 sec
PD : 3.0000 sec
RGAIN : 14
PW1 5.25 usec
OBNUC : 1H
OBFRG : 399.65 MHz )
OBSET : 134500.00 Hz |
IRNUC : 1H Y
IRFRQ : 399.65 MHz |
IRSET : 134500.00 Hz
IRATN : 541
IRRPW : 50.0 usec
-1 IRBP1 :
IRBP2 :
IRRNS :
ADBIT :
CTEMP : 21.1
CSPED :
SLVNT : CDCL3
RESOL : 0.
BF : 2.
T4 0.
T2 0.
T3 90.
T4 100,
REFVL : 0.
XE 3052.
XS 331.
cperator




[ Mass Spectrum ]
Data : ES
Sample: 3-Br 4-0H

Date : 18-Jan-185 13:57

Note : probed4@-4808(128/min), chamber25@
Inlet : Direct Ion Mode : EI+
Spectrum Type : Regular [MF-Linear]
RT : 1.48 min Scan¥ : (11,16) Temp : 154.5 deg.C
BP : m/z 274.0000 Int. 136.44
Output m7z range : 48.0000 to 351.1220 Cut Level : 0.00 %
1436666 274
108 — 1
165 I
. 194 3
|
S8 44
] : /177
| 77 152 277
o7 / 139 ;
» ] s /97 /1 15 ] )
bl L L
@_Il |Ilu! il ,llill Ill!lllllulli' ||I‘ !“|||| |Illl| ||||!||l| |I'l;|l|l””!;|m|l” iln...|.|I ln....i.: I!.I.Il |i|" Ll |l'i|......:...,¢.|i.... .!In.’.. . |! .|....|i|n ".'l I'I' Lo —— H - '\| L. I i
40 68 80 180 120 140 160 180 208 220 248 260 280 300 320 348
m/z

MS spectrum of (E)-3-Bromo-4-hydroxystilbene
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2-N02_3-0H

22-JAN-2005 17: 25: 54.59

o win OCHINONDOEONMOVOWINNODWHEHNODENIDONOW O~ < bl
mea g e it P ubg S F RN A TR BB R B
gse R I e e e e e R e e P P P P 1 1 1 (54616 16 Gae - o DFILE : ALPHA
\' H WW \I / | i SFILE : TKA_HNON_2-NO2_3-0H_0501:
_ COMNT : 2-N02_3-0H
EXMOD : SINGL
IRMOD : NON
POINT : 65536
FREQU : 7993.61 Hz
SCANS : 32
DUMMY : 4
ACGTM : 4.0993 sec
PD : 3.0000 sec
RGAIN : 19
PW1 5.25 usec
=z
OBNUC : 1H
NO , OBFR@ : 399.65 MHz
2 OBSET : 134500.00 Hz |
IRNUC : 1H N
IRFAQ : 399.65 MHz |
OH IRSET : 134500.00 Hz
: IRATN : 511
| IRRPHW : 50.0 usec
» : IRBPY : 30
IRBP2 : 6
| 1 IRRNS : 0
' ADBIT : 16
CTEMP : 22.3 ¢
I CSPED : 12 Hz
W " SLVNT : CDCL3 ~
Y A : RESOL : 0.12 Hz
BF : 2.50 Hz
. 1 0.00 %
, : | T2 0.00 %
| T3 . 90.00 %
\¥ v | T4 -: 100.00 %
i REFVL : 0.00 ppm
XE  : 4138.17 Hz
XS  : -157.41 Hz
operator
I T T T T T T T . . ppm
10 5

TH-NMR spectrum of (E)-3-Hvdroxv-2-nitrostilbene



[ Mass Spectrum ]

19-Jan—-1805 11:43

Data : E1@ Date :
Sample: 2-NO2 3-0OH -
Note : probe temp. 48-4B@(128/min), chamber temp. 250
Inlet : Direct Ion Mode : EI+
Spectrum Type : Regular [MF-Linear]
RT : 8.74 min Scan# : (7,8) Temp : 185.4 deg.C
BP : m/z 16@7.0000 Int. : B83.48
Output m/z range : 44.00080 to 301.4550 Cut Level : 8.00 %
875304 107
1808 — 0
91
] 77 185 209
?24
58 +
241
1 51°° 135 139 180 -
. 63 [ /152 4 195
248
; 279 281
@_Jl ”“l HI’“:’I,II”l l“,l {Il'“ll ‘I!ll“ “'llllllll“[!“ll'” "Iln’ll[l‘ ’l“ln'll ”'l |l|”| IIL .»!lll’ 'nl. .|||!|l| l‘lll ll AL ;‘l . : \||/ — T
40 60 80 100 120 140 160 180 200 228 240 260 280 ]%%]
. . m/z

MS spectrum of (E)-3-Hydroxy-2-nitrostilbene
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TKA_3-0H_4-F_SYN

4.936

IH-NMR. spectrum of (E)-4.4°-Difluoro-3.3’-dihvdroxvstilbene

11-JUN-2003 15: 16: 29.33

DFILE : ALPHA
SFILE : TKA_1HNON_CB5DEN_3-0H_4-F_¢
COMNT : TKA_3~0H_4-F_SYN
EXMOD : SINGL .
IRAMOD : NON
POINT 32768
FREQU 7993.61 Hz
SCANS 32
DUMMY 4
ACQTM 4.0993 sec
PD 3.0000 sec
RGAIN 13
PW1 5.25 usec
OBNUC : 1H ,
OBFRQ : 399.65 MHz -
OBSET : 134500.00 Hz
IRNUC : 1H J)
IRFRQ : 399.65 MHz °|°
IRSET : 134500.00 Hz
IRATN : 511
IRRPW 50.0 usec
IRBP1 25
IRBP2 6
IRRNS 0
ADBIT 16
CTEMP 22.7 ¢
CSPED 12 Hz
SLVNT : CBD5N
RESOL. 0.24 Hz
| BF 0.10 Hz
I p | T4 0.00 %

T2 0.00 %
T3 90.00 %
T4 100.00 %
REFVL 0.00 ppm
XE 3855.80 Hz
XS 222.72 Hz
operator

‘DDm ‘

0



[ Mass Spectrum. ]

Data : ES Date : 18-Jan-1@5 11:12
Sample: 3-0H 4-F syn
Note : probe temp. 48-488(128/min), chamber temp. 230
Inlet : Direct Ion Mode : EI+
Spectrum Type : Regular [MF-Linear]
RT : 1.11 min Scan# : (9,11 Temp : 129.8 deg.C
BP : ms/z 248.02000 Int. = 211.12
Output m7z range : 48.0008 to 308.5180 Cut Level : 0.00 %
2213749 248
108 — p
| 125
5@
188
77 178 g3
A3 50 ’ 83 124 136 1S , o A
p / ' 262
@_ﬂ. h“ihhnwthHJMI%JL”MththmHMHMWLJLﬂn”nnrou!Luhrm.JlmthHuJ@..n!hu.anhh IMLH. | l [l T( - - '
4@ 60 80 180 120 148 160 189 200 220 240 - 260 280 300
m/z

'MS spectrum of (E)-4,4’-Difluoro-3,3’-dihydroxystilbene
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'H-NMR spectrum

| g 11-JUN-2003 14: 31: 16.32

of (E)-3,3’-Difluoro-4,4’-dihydroxystilbene

DFILE : ALPHA

SFILE : TKA_3-F_4-0H_SYN_C5D5N
COMNT : TKA_3-F_4-0H_SYN_C5D5N
EXMOD : SINGL

IRMOD : NON

POINT : 32768

FREQU : 7993.61 Hz

SCANS 32

DUMMY 4

ACQTM : 4,0993 sec

PD : 3.0000 sec

RGAIN : 17

PW1 5.10 usec

OBNUC : 1H

OBFRQ : 3939.65 MHz

OBSET : 134500.00 Hz |
IRNUC : 1H 2
IRFRQ : 399.65 MHz |
IRSET : 134500.00 Hz

IRATN : 511

IRRPW : 50.0 usec

IRBP1 : 25

IRBP2 : 6

IRRNS : 0

ADBIT : 16

CTEMP : 22.7 ¢

CSPED : 12 Hz

SLYNT : CSDSN

RESOL : 0.24 Hz

BF 0.10 Hz

T1 0.00 %

T2 0.00 %

T3 80.00 %

T4 : 100.00 %

REFVL 0.00 ppm

XE 3358.40 Hz

XS : 13.05 Hz

operator



[ Mass Spectrum I

Data : EB Date : 19~-Jan—-185 1@:44
Sample: 3-F 4-0OH syn
Note : probe temp. 40-4UA(128/min), chamber temp. 250
Intet : Direct , Ion Mode : EI+
Spectrum Type : Regular [MF-Linear]
RT : 1.36 min Scan# : (11,13) Temp : 134.6 deg.C
BP : m/z 248.0000 Int. : 220.36
Output m7z range : 40.00B8 to 300.5180 Cut Level : 8.08 %
231862 248
108 — {
58
199
- %6 136 ARNPLE o
1 44 57 53 /7 88 o ea B0 491 233 262
\ ‘ / 286 296
8-, .| I..L.! .I.]||u;|| h...l!nlll ||.i‘1HI|l(=Iulu.||:|.III.I.I:»hn.mi..nl Ll luts .lll..”“l..,l..i.m. .lll ||.l.|..:[| T [ !ll.,. il hli Hl!l.l.ll I | ! l'l' ' N '
40 60 80 100 120 140 168 188 200 220 240 268 280 300
m/z

MS spectrum of (E)-3,3’-Diﬂuofo—4,4’-dihydroxystilbene
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