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Abstract

Nuclear factor (NF)-kB is an important transcription factor. When a
cell is stimulated by stress, over activated NF-kB would result in
unexpected proliferation or death of the cell. Several studies demonstrated
that IMD-0354 was a good inhibitor for NF-xB, we therefore synthesized
three series of benzamide analogs and attempted to establish their
structure-activity relationship. The benzamide analogs were synthesized by
nucleophilic substitution and DCC coupling reaction while the stilbene
analogs were synthesized by Horner-Wadsworth-Emmons reaction. Two
methods were used to synthesize indole analogs. Some analogs were
synthesized by Sonogashira coupling reaction followed by cyclization, and
some were synthesized by tandem amidation-Suzuki reaction. The NF-xB
inhibition of benzamide analogs showed that the trifluoromethyl group of
IMD-0354 was essential for inhibition. Neither electronic nor steric effects
imposed upon substitutions at third position of benzoyl group affected the
NF-«B inhibition. The hydrogen on amide moiety seemed to influence
NF-«B inhibition, which implied that hydrogen bond between NH of amide

is critical for analog binding.
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Immunoglobulin light chain enhancer =4 I » 4 T_& 5 7 37 48 ¥4 B
G 0 18R BBAE A RS TS ¢ oRel 7250 1 &4
p50/p105 (NF-x B1)~p52/p100 (NF-k B2) ~c-Rel~ RelB~{r p65 (RelA) #1
AT, LR et a4 A58 - B % % hk #8 B8( Homodimers) o £
#8 BF 48 ( heterodimers) > * & 7 & N #4 % RHD (Rel-homology domin):F4
g > 7 & NF-kB 2 DNA & 2 &35 % dimer o fe § & 1 £iZ it 25
A2 RelA/pSO i & ch fE s *7

% NF-xB 147 751k s 75 et bmie B B> o drd| {2 39 (Ik B
family)tp 3 % & ¥ > - £ e X Flp4 2 wEgA L (LPS) ~ wmie %
(IL-1, TNF-q ) ~ % *h 3 ~ B 4 F]+ (stress) % b % chfljcts - IkB € %
A H+fe it (phosphorylation) » % ¥ 4% ubiquitination ?¢ £ 4% proteasome 4
12 AEEFL 1 BT o [KBo A F ¢ 2 Ser-32 % Ser-36 & (B 4F %A
fa X B+ #5¢0 1kB kinase egifa it 0 # 17 IkBa ehlys-21 & lys-22 {%p-
M F ITH 5 RIS AR 26S Fev fEREIL I A AR A fE o @ § NF-xB B it {8
i{ & i& » (translocation) | m® 7 ) » pt & NF-kB ¢ #5800 544 7] 2

kB motif T #22 %%£& 5 B P &4 T ¥cd F  (promoter) & e+



(enhancer) k 24 32 P £ A Flend B> 1£7 fe 2 BLenid 336 i 10 H i i 4o
() 2)%7

WARY Gk sl 0 A &A% NF-xBiE M #7= £ & 4 c9INF-0.4 7]
F 30 € A= g (stimulator) £ A& 2 7 NF-kB » )= 2 < 22 g » 3
R BEE Bl g LT R T %% K& A Fl(oncogene)d) & KR R
oo MAF L BAEIUNFkBr L B2 - B X arcL s e F P
B nd & B AR R e B S g vl e

we ¥ 7R F B 5B NFkBalimo



Cytokines Bacterial/viral
TNF-a products Stress

Phosphorylation of IKK
Recruitmentof IkBa
G W

Plasma membrane

Phosphorylationand
ubiquitination of IkBa

o OQO
-

Nuclearmembrane

Transcription Cytokines

é Chemokines

Adhesion molecules
P3O ( pes

B 2 NF-«B*time p s i 1548



1.1.2  Tumor necrosis factor-alpha (TNF-a)
*h 5 3 7+ F]+ (Tumor necrosis factor, TNF) 5 Old LJ»* 1985 & j£_F %
POEIR O p R RPN & d "y 5 a5 (Lipopolysaccharide, LPS) s34 #-18 » w
P A - fEE T oo kA1 X Rt Ko g’ o 41988
# > A. Cerami £ B. Beutler % 3L & % % (cachectin)# % TNF“ ", 2 3
TNF-B¥# = % 2 o (lymphotoxin-alpha , LT-0)'%# % 3L.p% » TNF/ cachectin
1 # A % TNF-a ©
TNF-a.f% & f825% % fo - fi 5 A 1o ™ & b i gt i 0] G o
Ho3 FE 5 26x10° i B4 > ¥ — 67 i 5 B TNF-add 3 i % (TNF-o
converting enzyme)i& it *» 2] 15 » B A3 F R 5 17x10° if B #F > j5 1 {5 eh
TNF-a ¢ &2 8 3% < E(receptor) (T & &2 2 2 f 754 @ A 8P TNF-0d% =

"3 &GS B0 A s E p60 (TNF-R1)1Z2 3 p80 (TNF-R2) 7 -

=

Tumor necrosis factor-alpha(TNF-a)* #- % TNF ligand superfamily
member 2(TNFSF2)> 5 - i (%4 X ‘m?# % (pro-inflammatory cytokine) -
FEOMEPGRAR L H G A I ERERFE R AR LR
% enF g0 blde D6 b 3k~ Evimty 2 T & p AR S e NK cell
(Natural killer cell) 5 & # 'm®2 ; @ 254 % 'w*2 3 keratinocytes % f e &
B imre fodd G WLE Rk Gk lmPe (astrocyte) 0 € 4 i TNF-o sn%s e & 2

THFARE o R TINF-a & 5 B iLh2 $#HF > v i &mier



B LY PR - REL LS o pd A S R frpt
Brhggena 4 o LFGDIEY ¢ ZHFURS G4~ 2 LA S0 E
e e (U IEH 5 B2 AR TNF-a A543 en2 105 Ji o o fFs €358 7 45 ehd
BFE B EFREEET  FHEFARE P € AL doptd EFF B

B S GE  ERMT - LREARTL -

1.1.3 IKK complex (IkB kinase)

IKK complex=H /% £ % 4 700~900 + if B % '% s d [KKa% IKKB fr
regulatory subunit IKKy ( NF-k B essential modulator [ NEMO] )= i i3 5L
LA LA B catalytic subunits™ o & F R EPF 0 4 WA NEMO ¢
A w2 [KKa e IKKB) & heterodimer» ¥ Jw#2 % F|TNF-asv £IL-111] %
pF o Pl € + 27) 4 IKKa -IKKB-oligo NEMO & =~ ; IKKa £IKKB %
A AP (TR A N 5 85.4F i B4 2 86.9F i B 4p)» X BN E 4
serine/threonine kinase domain(KD) ~ — i leucine zipper(LZ) domain §=C
%gﬁ—%mm«mmmmmUﬂmmmﬁoﬁﬁegpf@ﬁ’KKB
¥H3NF-xkBeis it 2 - B d & 715+ > g2 2R [KKa 22 IKKS ‘FK? w1t IxBa »
e 7] 2 IKKosgcd 3 » 13 A NF-kB site > — £ NF-k B/ it {6 » ¢ £ 7]
b ier 4 2IKKa > ¢ #NF-kBaim®e P19 (€% > 3 #NF-k Bfrd] i
F ® mie BT s A% AL T > R IKKB'E fZ {8 > £rdF e 5 1 NF-x

By Flpt e TIKKafe 2 L7 & > L B B Ha o bldch i L & F
8



A

w4 AR fob 42 £ 1 IKKa B # @4 £27 - NEMO 3
7 7 B coiled-coil i ~ — i#leucine-zipper ¥ — i#zing finger domain >
HN #52_coiled-coil domain 2 IKKo 2 IKKB 2. Cz# e NEMO binding
domain (Leu-Asp-Trp-Ser- Trp-Leu) it & » @ C 3 ecoiled-coil ~
Leucine-zipper#] ¥ £ 2 NEMO # 3} & multimer™ -

IKK complex# %’ﬁ d NF-x B-inducing kinase (NIK) £ ¥_ MEK
kinase-1(MEKK-1)#p& it ¢ H & it > & %‘ﬁf d protein phosphatase 2A &4 41|
i# 2 fE Tk ik o § IKKo sser-176 ¥ ser-180 ~ IKKP efser-177 £
ser-181 w ¥ = ¥ AL mifs it 12 - IKK 4F & #81{ & 7 kinase /& @ i #lk
B Aipiit @ 5§15 2 NF-k B A dft > 148 NF-x Bi& it 32 » oz £ o gt b

IKK-p £ ;‘ggl AAFERL Y f e A & IKK a5 1 @ . NF-k B3 § 7%

it o



1.1.4  Frilig &
B4 FIFNF-xBHEH» A8 L F Bird B F B PIFF L& M4
¢ > FHEANF-kBiE L 4]t s > F 8 ¢ Bl 2 2 epA & 5 T F g
fo- BREFF L o A RFRST B
(1) FE 2k NIK « IKK complexi& it
(2) #r#] I-x Biggipa i*
3) et Ik B* ji#
(4) rez%NF-x B(translaction)# 45 it % & » ‘% {5 p

(5) A 2DNA & % > f2 )t NF-k B& & o

T EHNF-k BErd| M kT 5 2 3 52 6 iha & o ok P Sk
Wit &£ #IMD-0354 [N-(3,5-= -= & " A-%)5-% -2-55-F 7 '] o
Medical Molecular Design 2> & (P & K 7 )#7#7 % - 3t2002# % 4 & |
e EIE N TR RSRIEE o B B R B B B doy SR R D
Bortezomib ; & 3 F G B L ndrd @ o doZ FRih g AT Eheteiin
(PDTC) ~ BAY-11-7082 ~ helenalin ~ N-acetyl-leucinyl-leucinyl -norleucinal-H
(ALLN)E > 228 P renft 7 o 12 & #rdINF-k Bigfee s > 2

SREY 3 LI

10



s

- F CREFEH
2.1 ResveratrolsTfiT 4 $# F2 3

Resveratrol(v % F f5) & 5 § # A » B RE RGEFA 7 sy
FRSOHe S T F S F YL R R A 2T L - A
KA 2006 £ FETE T B < B £ TNF-03% 3 NF-kB efr 4 72 4
M- ARG R aTA B  Bhde (R - a0

12 ] TNF-a /& evp & v 2 % 851 > § Resveratrol 0 R’#5 12 H
Bt OH AP (AD) » Frdliatioc® 6 53 9 1% F# BHE R Y 14
B =% > £ 2 OCH; B~ OH £(4b) » Bdrd]scsk { 482 5 40% - i&
— ek U (4b) S 0 RO B S e Boit 5 CHy o F
2 CLpF(6j~6n {r 6h) > Frdl»c % p g endk = { 5 > w3k b LB ik pF(6w) -
F i >aEd ko BH AL T TNF-a (a1 o

11 NF-kB e0 ICso 4 E B % % 881 » ¥ R:3 1 CH; ~F & Cl B %
P % 40 1T 0 AP 2. T 14 CHy % B~ 15 £(6§) > ICso endr41:k B 5 0.8uM >

5 dFafrdirnk o

11



% — Resveratrol /74 $ 4% TNF-o 3% # NF-«kB /& {3r 4| 7 &~ v 2

NF-kB 1 1Cs i&

S5l

Resveratrol 4 - OH
41 4 - OH
4b 4 —-OCH3
6j 4 —-OCH3
6n 4 - OCH3
6h 4 —OCH3
6w 4 —OCH3

SR ¥ 293T 3225 T8 fm %6 3> 20uM 3k A T #74] TNF-a 3 % NF-k B /& 1%

A (0% 4 F Frdl o 100% 5 = & &)

12



22 #4515 chdrd) A (SP100030)
SP100030 5 —  F »c e 4 F]+ Fr4 %] » 1996# ¢ Robert W.
Sullivan ~ Colin G. Bigam% * #2327, # % T & g heddat g ek e
FIR(F13) » 2 IMD-0354 5 254 40 00 0 P $E 5 F N-B,5-2 -2 & 7 3)-
Feng oo g g o)l i 0 4R34 SP100030S H 8 S b 0 & -
FIFFA S REAY > BRET R etk Y Ry NCIB- X > $NF-xBeh
ICsodr ]k B o S it (= ) o g #h o v st ¥ M, 4 FIRIEA
A5 cni B > PR F AP B PR INFBE [ amc sk &
CE;>CI>F>CH; > i % % %355 ~ 585> % 12 CF;(SP100030) (% gEB~ 1% i o
AR b 6987 3 ] 0200048 S5 % e d R E] 0 % H#SP100030 e
rrdk ¥ Ry % #c% = CH; ~ CF; ~ CN ~ Ph(# = (89 ~ 90 ~ 91 ~ 94)) » p#r
FINF-kB/E M ek L » 8 1LCHoFB~ R pF g 45 crdr e % » x 12Cl

) I e R B SR T

% 0 L Ae@F ek b UCHT SRy E B

=

A enE &4 FiE- 9 BSP1000305 1 PR ERy B B A dp T

He (% 2 (92)) 0 RI$F> #0$INF-x Bis fE e & ¢ 5T %% o

13



NN ; N \
Cl)\N/
Cl
SP100030 IMD-0354

® 3 SP100030 £ IMD-0354 % i
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% = % Jurakat im¥e ¢ Frd] NF-xB /& 12 1Cs 1B

CFQ R,

=

N(CHs),
NH,
nBuNH
aniline
benzylamine
cyclohexylamine
piperifyl

1
2
3
4
5
6
7
8
9

> > > > > > > > > >

Nee—~TITOQOmmOw

% (A) 3,5-dichlorophenyl ; (B) butyl ; (C) phenyl ; (D) 2,6-dimethylphenyl ;
(E) 4-(trifluoromethyl)phenyl ; (F) 3,5-dimetho-xyphenyl ; (G)
2,6-dichloro-4-pyrimidine ; (H) 5-methyl-2-thiophene ; (I)
3-methyl-5-isoxazole ; (J) 3,4,5-trichlorophenyl ; (K)

3,5-bis(trifluo-romethyl)phenyl

15



% = {x Jurakat %8 ¢ Frd) NF-xB & 1+2. 1Cs /&

CF,
Ri O

N)ﬁ)LNJi)\CF3
A7 H

CH;
CH;CH,
CH;CH;CH;,
CF;CF,
Cl
Ph

| 2-thienyl

16



2.3 KL-1156 v 3|

KL-1156 ¢ Jae-Hwan Kwak, - Byung Hak Kim % 4 4-%+ LPS % %
NF-kB & M50 £ fo F73 chdir | B> 348 £ 3% 2004 & codp 7] + % KL-1156
g 22 IMD-0354 4p 02 (] 4) > & § fipiegt 2% % > & &2 IMD-0354
chi B R KL-1156 chfigiedt C 254t 5% 5 chroman g Tk » 3 4e B (5 o7
b rebt e o> 3 I 9% o0 2007 & 0 A2 F R0 3 KL-1156
BT P NF-B ended|oc %k 5 P e 2 B 5 TR 1 ohBe (8 AL (e %
SRR TERAAL CERA CLEE(R T (2]~ 2n)) 0+ KL-1156 745 %
B2 P ClBA gk i E o

2008 & - FF Wi - #H 7 3 KL-1156 %4 ¢ > chroman f3k + o
P18 24 NF-xB erdr s % ch2 55 0 H B~ chroman %k b i ok B~
MR A BEMROHAAL §4E07 it 2 OCH; ehz i Fsg > 1%
Frh_P PN A L% H (BN AR(E T (22) T

B4k Fie s OH & ClB & > $r4]»c % Hi4e (£ T (2b -~ 29))

17



Cl

KL-1156 IMD-0354

Bl 4 KL-1156 £ IMD-0354 0% ff
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# w  Fr4] LPS 3% ¥ NF-xB & 122 ICs &

X
3 12
Meo:©/\o))LN ~
H
HO

Compound

KL-1156
2a
2b
2¢
2d
2e
2f

2g
2h
21
2]
2k
21
2m

2n
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% 7 Fr4| LPS 3 % NF-«xB /& 42 ICs) &

o K

Compound

2a
2b
2c
2d
2e
2f
2g
2h
21
2
2k
21

2m

20



24 1IMD-0354 i7 2 'sif
IMD-0354 % &-${NF-kB#j »sadrf| ) > H 1 R 2453 B ¥R 7
- i et L £ (RS) ORI E R S VRSN -

FH PR A & FIMD-0354074 Fooo F AR H B SN

o

IMD-0354 5 4 ¥ NF-xBFr4| 8 /5 ? 22 1kB kinase-f-L {7 {£#* » [t
NF-kBi& v (% 4] » Flpt 5§ B a2 4 2 425 0 4w Frdliz
VR o A GRS bR BRI T R ARSI F
TS G4 “RAFEITEY  BE-BR{oiE S -BE T 0F
BoORrALI R T R B R IR R G5 IR AR ehE B AR L
IMD-0354 % 4 ¢ C=O4E nfdt i » € £ IR DI ARIT it F 425 K301
et RppiRgE g ) - BRTUDT 6 SH(R6) > T )= g
FRFEF g gt b - BppiRE FNHAZ 5 252 & 4>
B O pRET A2 it v - BOHAM Ga s ad BF
ArCF3325 A& 2 prR IS 07 a0 (B13) o $M ¥ FRie™ s ) = cha 44
FrHINF-kBed (L 15483 > AR S%RBEY B 5T o 2 7 A2 3 4T
4B NEEIREE o BT R D AR SRt e

otk B IMD-0354. 8 45+ chd B R S A~BS %o FAEA B
AL - BEERT-Z(BMN) > L £33 T oo PFBIE § 7% — Brsley

21



(indole )4 » M PR A AFT R %= kPR Bk A ET M
et 3 A7 ¢ A2 342 7R HBREN-HAZ Fanigiphlit > &35

AR GenE £ o

G

1 Potential H-bond binding group

=

() Potential flat hydrophobic binding region

B 5 IMD-0354 42 ¥ s fhengt s

ILI). R' —_— k\ R' ——> I{s R'

B 6 fipregEin G ¢ T R e B )

22



:
&

A =

B 7 IMD-0354 1 #87F Hchim 2 SH(% = 5 7))

Erit o AT AR KPR FIMD-0354474 £ & =

4=
T

F - k7] UIMD-0354eh g 5 A 0 FHEA FHRINA o

O C_'R'
[}
R@)LH NS
&

SR B ERY B AR (aEER

Eo
Iy

N R I }I% ST F B %R 0 7 W Resveratrol#iT4 47 ¥ 11 CHife
OCH; % B~ % (% - (6))) » & F B i s di»c % > SP100030:n5 45 ¢ 1
ClHeCF; 5 B~ (2 A PF > 77 5 243 endrd | A -0t 2PN AR+ B
Fo kR ArA AP AR o IRt P B0 M
PP AE B o d 20 % 2k 5 e Rk 3t ¥ Resveratrol T4 4

M- = v‘}}%v‘ C A EERR A Y OCH;nE & IR T > Fpt A
23



7% AR 5 CHy e R Jhehme 1% 3 3 CHy g0 fr 8 el 3

FETE - B krnS R i HAI D kB A
PRI
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A - —ﬁ sly | A ) ‘\_l’

§v:..§. ’?%’}7}/4%"/2
A gL IMD-0354 G A EEb o RER IR A G Z B LT
EAH T b B E R BB o 0T A REPF R 8

WE SR L P RIEL i e

w3
F_*
=i

P e S enpTd foo 0EEN T Z AR BRI EHET
(1) PRk k&
'H $22 % 4% % 2% 12 Varian-300 % 3 %>t 300.06 MHz #] & -
BC 28 2 45 L 3 12 Varian-600 % 3% % 150.87 MHz | & -
(2) T &RMS) :
Finnigan/Thermo Quest MAT 95XL & 3# i% -
(3) ~ & A7 R(EA)

Elementar vario EL I CHN-OS Rapid i °

25



3.1.1 % - %7

AEFRHRIFEAAFAE S LB AP EENE B2 DCC
% & F BT L = oScheme A 5 BAZ P~ K B(SN2) F S inAe L &
WY1102 % bzp :

Scheme A :

0O

C. C\ HoN ||) /@-R
AR s

Reagents and conditions: (1) sulfurous dichloride, Dry CH,Cl, ; (ii)

Acetonitrile.
Bt A
R R’
B
WY1101 2-OH 2-OH
WY1102 3-CH; H
WY1103 3-CH; 4-CH;
WY1116 3-CH; 4-F
WY1105 3-CHj; 2-NO,
WY1106 3-CHj; 3-NO,
WY1107 3-CHj; 4-NO,
WY1104 3-CHj 2-OCH;
WY1108 3-CH; 3-OCH;
WY1109 3-CH; 4-OCH;
WYI1110 3-CHj 2,4-OCH;
WYI1111 3-CHj 2,5-OCH;
WY1112 3-CHj 3,4-OCH;
WY1113 3-CH; 3,4,5-OCH;
WY1114 3-CH; 2-CHj;; 4,5-OCH;
WY1115 3-CH; 2,5-OCHj; ; 4-Cl

26



3-methyl-N-phenylbenzamide( WY 1102) :

: 20
H3C\©)J\N
H

P~m-toluic acid (104mg, 0.764 mmole)>* F] K FL P » £ F § F & o &
£ > ™ 30mLeE - CHyCLyi% f# » 4e » thionyl chloride (0.17 mL, 2.292
mmole) e £ it i F 16-] BF o F s 41 % Sk S50 #5 Al 4 4z 0 1
30mL cacetonitrile;? f# o £ 4r » aniline (0.21mL, 2.292 mmole)4c % 1%
i E 16 P B AP ~EAPRFE A4 6 Bk SR F
Wipts e imik » * 42 {opl L & 4 B (sodium bicarbonate);3 & ~ ¢ &
z fg(EA)% "k = =X 5 B~{& » ¢ * & -KFifk4%(magnesium sulfate
hydrate)",f KT HF iR RfEE0.7> 11 ¢ i fg(EA): & & %z (hexane)
=15 FE 4T o s it X 4hd FEE 3 2R140~143:°C - 'H NMR
(CDCls, 300 MHz): 62.41(s,3H, CH3), 7.14(tt,1H, J=8.1Hz, J/=1.2Hz),
7.33~7.38(m,4H), 7.62~7.68(m, 4H), 7.87(s,1H, NH). *C NMR(CDCl;):
021.35, 120.17, 123.93, 124.46, 127.77, 128.59, 129.02, 132.53, 134.92,
137.95, 138.65, 165.98. MS (EI) : m/z [M]" : 211.1 Anal. Calcd for

C14H5NO : C, 80.00; H, 6.20; N, 7.00. Found: C, 79.75; H, 6.62; N, 6.45

2-hydroxy-N-(2-hydroxyphenyl)benzamide (WY 1101) :

27



#d FEE > RfE=0.65 11z fhe fig(EA) : = % ¥ *z(dichloromethane)=1 :
1 38§74 f g 474 Hrd it 25 8L 164~168°C » 'H NMR(CDCls, 300 MHz):
86.93~7.00(m,2H), 7.02~7.07(m,2H), 7.17(td, 1H, J=7.8Hz, J=1.8Hz),
7.45~7.51(m,2H), 7.58(dd, 1H, J=8.1Hz, J=1.5Hz), 8.41(s,1H, NH)."*C
NMR (CDCls): §114.07, 118.65, 119.01, 119.39, 121.15, 122.52, 125.03,

126.16, 127.07, 135.11, 147.91, 161.39, 168.57.MS (EI) : m/z [M]" : 229.1

3-methyl-N-p-tolylbenzamide (WY1103) :

Nihd FH o RF=0.4 > 112 fre fig(BA) ¢ & & *2(hexane)=1:2 & {74
R 5 A 3Lis 1 %5 BE 115~116°C < 'H NMR(CDCls, 300 MHz): 52.34(s,3H,
CH3), 2.43(s,3H), 7.17(d,2H, J=9.0Hz), 7.35~7.37(m,2H), 7.52(d,2H,
J=8.7Hz), 7.63(m,1H), 7.68(s,1H), 7.75(s,1H, NH). *C NMR (CDCl;):
820.88, 21.36, 120.23, 123.90, 127.73, 128.57, 129.53, 132.44, 134.12,
135.02, 135.38, 138.61, 165.84. MS (EI) : m/z [M]" : 225.1 Anal. Calcd for

Cys HisNO © C,79.97; H, 6.71; N, 6.22. Found: C, 80.15; H, 7.04; N, 5.77

N-(2-methoxyphenyl)-3-methylbenzamide (WY 1104) :
X Ahd FRE > Rf=0.43 > 1wz phe fig(EA) @ = % P *=(dichloromethane)
e Yz(hexane)=1:1:4:&F g 474~ A » 3 8.69~71C -

28



'H NMR(CDCl;, 300 MHz): §2.44(s,3H, CH3), 3.92(s,3H, OCHs),
6.91(dd,1H, J=7.8Hz, J=1.5Hz), 6.98~7.10(m,2H), 7.34~7.40(m,2H),
7.66(dd,1H, J=6.3Hz, J=1.8Hz), 7.71(s,1H), 8.51~8.55(m,2H). °C NMR
(CDCly): 821.42, 55.79, 109.89, 119.83, 121.18, 123.78, 123.91, 127.81,
127.85, 128.57, 132.42, 135.32, 138.64, 148.10, 165.48. MS (EI) : m/z [M]":
241.2 Anal. Calcd for C;sHsNO, : C, 74.67; H, 6.27; N, 5.81. Found: C,

74.39; H, 6.09; N, 5.83

3-methyl-N-(2-nitrophenyl)benzamide (WY 1105) :

% ¢ FM o RfF=032> me e fp(EA) & @ *=(hexane)=1:4:&{7 ¢ ¢
A7 A g i > 43 8L 116~119°C » '"H NMR(CDCl;, 300 MHz): §2.47(s,3H,
CH,), 7.23(td,1H, J=7.8Hz, J=1.5Hz), 7.41(d,1H, J=1.2Hz), 7.43(t,1H,
J=1.2Hz), 7.72(td,1H, J=8.1Hz, J=1.5Hz), 7.78(dd,1H, J=5.4Hz, J=1.5Hz),
7.81(s, 1H), 8.29(dd,1H, J=8.4Hz, J=1.5Hz), 9.01(dd,1H, J=8.7Hz, J=1.5Hz),
11.32(s,1H, NH). °C NMR (CDCl5): 621.44, 122.13, 123.24, 124.32, 125.90,
128.11, 128.91, 133.43, 134.02, 135.42, 136.21, 136.41, 139.00, 166.01. MS
(EI) : m/z [M]" : 256.2 Anal. Caled for C,H,N,0; : C, 65.62; H, 4.72; N,

10.93. Found: C, 65.72; H, 5.21; N, 10.75
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3-methyl-N-(3-nitrophenyl)benzamide (WY 1106) :

NFF FH o Rf=044 > 1o e fin(EA) 1 = % ¥ *%(dichloromethane)
e z(hexane)=1:2: 487 ¥ 4L 474 s 1t > 5 2L 141~143°C

'H NMR(CDCl;, 300 MHz): §2.45(s,3H, CHs), 7.39~7.41(d,2H, J=5.1Hz),
7.54(t,1H, J=8.4Hz), 7.67(d,1H, J=8.7Hz), 7.71(s,1H), 8.00(dd,1H, J=7.2Hz,
J=0.9Hz), 8.06(s,1H, NH), 8.11(dd,1H, J=8.4Hz, J=1.5Hz), 8.49(st,1H,
J=2.1Hz). °C NMR (CDCly): 821.36, 114.87, 119.02, 124.06, 125.85,
127.80, 128.81, 129.92, 133.20, 133.94, 138.94, 139.11, 148.56, 166.14. MS
(EI) : m/z [M]" : 256.2 Anal. Caled for C,H,N,0; : C, 65.62; H, 4.72; N,

10.93. Found: C, 66.02; H, 5.04; N, 10.41

3-methyl-N-(4-nitrophenyl)benzamide (WY 1107) :

% ¢ FM o RfF=0.34 > mz ie fp(EA) @ & @ *=(hexane)=1:2:&{7 ¢ ¢
R A7 Bris i > 23 8L 158~160°C o 'H NMR(CDCl;, 300 MHz): §2.45(s,3H,
CH,), 7.40~7.42(m,2H), 7.67(m,1H), 7.70(s,1H), 7.85(d,2H, J=9.3Hz),
8.09(s,1H, NH), 8.26(d,2H, J=9.3Hz). >C NMR (CDCl;): 521.38, 119.39,
124.07, 125.14, 127.84, 128.87, 133.37, 133.93, 139.03, 143.62, 143.83,
166.06. MS (EI) : m/z [M]" : 256.2  Anal. Caled for C;4H;;N,O; : C, 65.62;

H, 4.72; N, 10.93. Found: C, 65.80; H, 5.15; N, 11.03
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N-(3-methoxyphenyl)-3-methylbenzamide (WY 1108) :

#ad A8 Rf=045> e pae fig(EA) : = % 7 *=(dichloromethane) : i
2 Yz (hexane)=1:1:4 & {7 ¥ 41 47 4 4.4 i* - 'H NMR(CDCls, 300 MHz):
82.42(s,3H, CHs), 3.83(s,3H, OCHj3), 6.70(dd,1H, J=8.2Hz, J=2.7Hz),
7.94(dd,1H, J=8.1Hz, J=1.8Hz), 7.26(t,1H, J=8.1Hz), 7.35~7.39(m,2H),
7.44(s,1H), 7.64(m, 1 H), 7.68(s,1H), 7.84(s,1H, NH). >C NMR (CDCl):
821.37,55.29, 105.63, 110.43, 112.15, 123.89, 127.72, 128.62, 129.70,

132.60, 134.86, 138.69, 139.17, 160.14, 165.93. MS (EI) : m/z [M]" : 241.2

N-(4-methoxyphenyl)-3-methylbenzamide (WY 1109) :

Fto 4 FH > RF=0.4 > 112 fee fg(BA) ¢ & & “2(hexane)=1:2 & {7 4
R 5 4 3rss iv >3 8k 132~133°C  'H NMR(CDCls, 300 MHz): §2.42(s,3H,
CH,), 3.81(s,3H, OCH3), 6.90(d,2H, J=9.0Hz), 7.34~7.85(m,2H), 7.54(d,2H,
J=9.0Hz), 7.63(m,1H), 7.68(s,1H), 7.73(s,1H, NH). °C NMR (CDCl;):
821.37, 55.46, 114.14, 122.02, 123.87, 127.71, 128.56, 130.99, 132.41,
134.93, 138.60, 156.48, 165.81. MS (EI) : m/z [M]" : 241.2  Anal. Calcd for

CisHisNO, - C, 74.67; H, 6.27; N, 5.81. Found: C, 75.10; H, 6.37; N, 5.92
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N-(2,4-dimethoxyphenyl)-3-methylbenzamide (WY 1110) :

F'uo ¢ FH > Rf=04 - 1z fie fig(EA) @ = % 7 *=(dichloromethane)

e Yz(hexane)=1:1:4:&F g 474 S » 13 8.97-99C -

'H NMR(CDCls, 300 MHz): 52.44(s,3H, CH3), 3.82(s,3H, OCH3), 3.90(s,3H,
OCHy), 6.52(s,1H), 6.55(d,1H, J=2.7Hz), 7.33~7.40(m,2H), 7.65(d,1H,
J=6.6Hz), 7.70(s,1H), 8.31(s,1H, NH), 8.40(d,1H, J=9.3Hz). °C NMR
(CDCls5): 621.42, 55.54, 55.79, 98.58, 103.68, 120.62, 121.36, 123.83,
127.77, 128.52, 132.26, 135.36, 138.58, 149.43, 156.38, 165.20. MS (EI) :
m/z [M]" : 271.3 Anal. Calcd for C;4H;7NO5 : C, 70.83; H, 6.32; N, 5.16.

Found: C, 71.33; H, 6.52; N, 5.68

N-(2,5-dimethoxyphenyl)-3-methylbenzamide (WY1111) :

+ 4 %48 > Rf=0.38 > 11z e fig(EA) ¢ = % 7 *z(dichloromethane) : i
¢ %x(hexane)=1:1:4:& {74 H A 74 &4 - 'HNMR(CD;0D, 300
MHz): 62.43(s,3H, CH3), 3.77(s,3H, OCHj3), 3.87(s,3H, OCHj3), 6.70(dd,1H,
J=9.0Hz, J=3.0Hz), 6.97(d,1H, J=9.0Hz), 7.39~7.41(m,2H), 7.67(m,1H),
7.72(s,1H), 7.79(d,1H, J=3.0Hz). >C NMR (CD;OD): §21.41, 56.04, 56.76,
109.59, 110.24, 112.27, 125.35, 128.84, 128.84, 129.72, 133.76, 135.92,
139.90, 145.61, 154.94, 168.00. MS (EI) : m/z [M]" : 271.2  Anal. Calcd for
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CisH17NOs - C, 70.83; H, 6.32; N, 5.16. Found: C, 70.69; H, 6.35; N, 5.35

N-(3,4-dimethoxyphenyl)-3-methylbenzamide (WY 1112) :

Fro ¢ FHE 0 Rf=0.29» 2 pee fig(EA) - & & “=(hexane)=1: 2 & {7 ¢
F R A7 4 Aris v o3 8L 133~1347C - 'H NMR(CDCl;, 300 MHz): §2.43(s,3H,
CH,), 3.88(s,3H, OCH3;), 3.91(s,3H, OCH3;), 6.85(d,1H, J=8.7Hz),
6.99(dd,1H, J=8.7Hz, J=2.4Hz), 7.35~7.40(m,2H), 7.50(sd,1H, J=2.4Hz),
7.64(m,1H), 7.69(s,1H), 7.77(s,1H, NH). °C NMR (CDCl,): 21.38, 55.86,
56.04,104.99, 111.14, 112.03, 123.84, 127.67, 128.61, 131.54, 132.50,
134.85, 138.65, 145.89, 148.96, 165.78. MS (EI) : m/z [M]" : 271.3 Anal.
Calcd for C;cH7NO3 © C, 70.83; H, 6.32; N, 5.16. Found: C, 70.83; H, 6.36;

N, 5.23

3-methyl-N-(3,4,5-trimethoxyphenyl)benzamide (WY 1113) :

F'v ¢ FHEE > Rf=0.31 11z pee fa(EA) : = % ® *z(dichloromethane)
oe k(hexane)=1:2:2:&{7 ¥ Hhk 454 4L 1t > 43 B 120~1237C - 'H
NMR(CDCls, 300 MHz): §2.40(s,3H, CH;), 3.82(s,9H, OCH3), 6.98(s,2H),
7.30~7.34(m,2H), 7.66(m,1H), 7.69(s,1H), 8.06(s,1H, NH). °C NMR
(CDCly): 621.39, 56.06, 60.98, 97.66, 123.84, 127.65, 128.66, 132.66,

33



134.07, 134.65, 134.73, 138.73, 153.30, 165.85. MS (EI) : m/z [M]" : 301.3

N-(4,5-dimethoxy-2-methylphenyl)-3-methylbenzamide (WY 1114) :

v ¢ T4 > Rf=0.43 > e ez fr(EA) @ = % ¥ *z(dichloromethane) :@ &
2 z(hexane)=1:1: 17§ bfk $54 355 1 %3 B 148~149C - 'H
NMR(CDCls, 300 MHz): §2.27(s,3H, CH3), 2.44(s,3H, CH3), 3.88 (s,6H,
OCHs), 6.73(s,1H), 7.36~7.41(m,2H), 7.50(s,1H), 7.58(s,1H, NH),
7.65(d,1H, J=3.9Hz), 7.71(s,1H). >*C NMR (CDCl;): §17.37, 21.40, 55.96,
56.01, 107.69, 113.14, 121.80, 123.81, 127.79, 128.37, 128.64, 132.55,
134.82, 138.73, 146.35, 147.13, 165.87. MS (EI) : m/z [M]" : 285.3 Anal.
Calcd for C;7H;9oNOs : C, 71.56; H, 6.71; N, 4.91. Found: C, 71.58; H, 6.73;

N, 4.58

N-(4-chloro-2-methoxy-5-methylphenyl)-3-methylbenzamide (WY1115) :
Nihd FR o RF=0.47 > 112 fie fi(EA) ¢ & & “2(hexane)=1: 4 & {74
R 45 4 3Lss 1% 8L 109~111°C < 'H NMR(CDCls, 300 MHz): §2.35(s,3H,
CH3), 2.45(s,3H, CH3), 3.90(s,3H, OCH3), 6.90(s,1H), 7.36~7.41(m,2H),
7.65(d,1H, J=5.7Hz), 7.69(s, 1 H), 8.40(s,1H, NH), 8.44(s,1H). >C NMR
(CDCl5): §19.50, 21.44, 56.13, 110.93, 121.64, 123.89, 126.25, 127.77,
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128.24, 128.30, 128.62, 132.58, 134.98, 138.69, 146.77, 165.38. MS (EI) :

m/z [M]" : 289.2

N-(4-fluorophenyl)-3-methylbenzamide (WY1116) :

xewrd FRE o Rf=0.38 > e fhe fp(EA) ¢ & @ *=(hexane)=1:3.5 it
TR AT A ST > 28R 121~1247C o 'H NMR(CDCl;, 300 MHz):
82.42(s,3H, CHj3;),7.05(m,2H), 7.33~7.38(m, 2H), 7.56~7.65(m,3H),
7.67(s,1H), 7.84(s,1H, NH). °C NMR (CDCls): §21.38, 115.71(d, J=22.6Hz,
CF), 122.03(d, /=8.0Hz, CF), 123.91, 127.74, 128.65, 132.67, 133.90,
134.64, 138.73, 159.46(d, J=243.5Hz, CF), 165.93. MS (EI) : m/z [M]" :
229.2  Anal. Calcd for C4H,FNO : C, 73.35; H, 5.28; N, 6.11. Found: C,

73.50; H, 5.26; N, 5.66
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SchemeB 2 DCC % & x & > %k e A2 WYIL117 5 b

Scheme B :
O .
! HoN A () o K).—R'
R:_ OH + I/—R' —_— I\ N N
= R-—/ H

Reagents and conditions: (1)DCC, DMAP, Dry CH,Cl,

Bt A
R R'
g
WY1121 3-CH; 3,5-CF;
WY1117 3-Cl 3,5-CF;
WY1120 3-F 3,5-CF;
WY1122 3-CF; 3,5-CF;
WY1123 3-Br 3,5-CF;
WY1118 3-Cl 2-OH
WY1119 3-Cl 3-CF;
WY1124 3-Cl 4-Cl
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N-(3,5-bis(trifluoromethyl)phenyl)-3-chlorobenzamide(WY1117) :

B~ 3-chlorobenzoic acid (155mg, 0.99 mmole) ~ 3,5-bis(trifluoromethyl)
aniline (355mg, 1.55 mmole)f= DMAP (124 mg, 1.01 mmole)>* [f] & 5L p >
2 2mL 7 CH,Cly 7% f& 0 £ 4e »~ 73 %% 1.5mL & -k CH,Cl, » e DCC (409mg,
1.98mmole) Zf F & » FRiciaBlicth » EAA 29§k SEHF
Wipts e imik > * 2 {opl s 3 40 B (sodium bicarbonate)is ;% ~ ¢ fa ¢ fig
(EA)% -k iz =x 5 B~{s > i@ * & -KFrifik 4% (magnesium sulfate hydrate)'% -k
T2 4 F Wiy s RfE=0.4 > e fhe fy(EA) & @ “=(hexane)=1: 5 & {7 ¢
LR AT o S > 6 d FAE > 43 8L 194~195C o 'H NMR(CDCls, 300
MHz):67.48(t,1H, J=7.8Hz), 7.59(dd,1H, J=8.0Hz, J=0.9Hz), 7.68(s,1H,),
7.77(dd,1H, J=7.8Hz, J/=0.9Hz), 7.88(st,1H, J=1.8Hz), 8.00(s,1H, NH),
8.18(s,2H). °C NMR (CDCl5): 8118.11, 119.90, 125.17, 127.40, 130.39,
132.45, 132.67, 132.67, 135.31, 135.49, 139.03, 164.52. MS (EI) : m/z [M] ":
367.0 Anal. Calcd for C;sHgCIFcNO : C, 49.00; H, 2.19; N, 3.81. Found: C,

49.41; H, 2.59; N, 4.03
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3-chloro-N-(2-hydroxyphenyl)benzamide (WY 1118) :

N Ahd T4 0 Rf=033 > 112 phe fg(EA) - &+ ¢ *z(hexane)=1:2 & {7 ¥
R 47 4 gk it > 38R 171~174C - 'H NMR ((CD3),CO, 300 MHz):
06.89(td,1H, J=8.1Hz, J=1.5Hz), 6.97(dd,1H, J=8.1Hz, J=1.5Hz),
7.09(td,1H, J=8.1Hz, J=1.5Hz), 7.58(t,1H, J=7.5Hz), 7.65(dd,1H, J=8.1Hz,
J=1.2Hz), 7.75(dd,1H, J=8.1Hz, J=1.5Hz), 7.98(dd,1H, J=7.5Hz, J=1.5Hz),
8.04(sd,1H, J=1.5Hz). >C NMR ((CD;),CO): 5118.04, 120.68, 123.45,
123.55, 126.85, 127.21, 128.45, 131.27, 132.60, 135.00, 137.16, 149.48,

165.57. MS (EI) : m/z [M]" : 247.0

3-chloro-N-(3-(trifluoromethyl)phenyl)benzamide (WY 1119) :

v ¢ T4 > Rf=0.38> e pez fr(EA) @ = % ¥ *z(dichloromethane) :@ &
¢ Yz(hexane)=1:1:7:&{F ¥4k 474 3H 1 » 32 117~119C - 'H
NMR(CDCl;, 300 MHz): 67.41~7.46(m,2H), 7.47(d,1H, J=7.8Hz),
7.54(dd,1H, J=8.1Hz, J=1.2Hz), 7.75(dd,1H, J=7.8Hz, J=1.4Hz),
7.85~7.87(m,2H), 7.92(s,1H), 8.00(s,1H, NH). °C NMR (CDCls): $117.06,
121.42, 123.39,123.73(q, J=272.3Hz, CF5), 125.15,127.38, 129.67, 130.17,
131.49(q, J=32.4Hz, CF3), 132.20, 135.05, 136.07, 138.07, 164.67. MS (EI) :
m/z [M]":299.0 Anal. Calcd for C;sH,CIF;NO : C, 56.11; H, 3.03; N, 4.67.
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Found: C, 56.13; H, 3.24; N, 4.37

N-(3,5-bis(trifluoromethyl)phenyl)-3-fluorobenzamide (WY 1120) :

v ¢ FHE > RfF=0.35> m2 fee fp(EA) @ & @ *=(hexane)=1: 6 & {7 ¢ ¢
R A7 4 Bris i > 45 8L 163~165C o 'H NMR(CDCls, 300 MHz): §7.32(td,1H,
J=8.1Hz, J=2.7Hz), 7.52(dd,1H, J=8.1Hz, J=2.7Hz), 7.56~7.67(m,3H),
8.03(s,1H, NH), 8.18(s,2H). >C NMR (CDCl;): 5114.62(d, J=23.1Hz, CF),
118.11, 119.74(d, J/=21.3Hz, CF), 119.92, 122.45, 122.99(q, J/=272.8Hz,
CF3), 130.80(d, J=8.0Hz, CF), 132.55(q, J/=33.5Hz, CF3), 135.91(d, J/=6.8Hz,
CF), 139.01, 162.89(d, J=247.7Hz, CF), 164.62. MS (EI) : m/z [M]" : 351.1
Anal. Calcd for C;sHgF,NO : C, 51.30; H, 2.30; N, 3.99. Found: C, 51.60; H,

2.45; N, 4.01

N-(3,5-bis(trifluoromethyl)phenyl)-3-methylbenzamide (WY 1121) :

v ¢ FHE > RfF=0.34 > 2 fee fp(EA) & @ *=(hexane)=1: 6 & {7 ¢ ¢
B 47 4 g i > 23 8L 161~1637C o 'H NMR(CDCls, 300 MHz): 52.54(s,3H),
7.40~7.42(m,2H), 7.65~7.70(m,3H), 8.06(s,1H), 8.19(s,2H). °C NMR
(CDCl5): 621.36, 117.69, 119.77,123.05(q, J=272.9Hz, CF3), 124.06, 127.75,

128.87, 132.40(q, J/=33.5Hz, CF3), 133.38, 133.67, 139.01, 139.40, 166.15.
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MS (EI) : m/z [M]" : 347.1

N-(3,5-bis(trifluoromethyl)phenyl)-3-(trifluoromethyl)benzamide

(WY1122) :

v ¢ FME o RF=0.35> mz fhe fp(EA) @ & @ *=(hexane)=1: 5.5 &7 ¢
R A7 B Y 5 BE 204~207C - 'H NMR((CD;),CO, 300 MHz):
07.79(s,1H), 7.83(t,1H, J=8.4Hz), 7.99(d,1H, J=7.5Hz), 8.35(d,1H, J=7.5Hz),
8.37(s,1H), 8.53(s,2H), 10.31(s,1H, NH). >C NMR ((CD;),CO): §117.73,
120.93, 124.36(q, J/=272.3Hz, CF;), 124.92(q, J=271.6Hz, CF3), 125.29,
129.56(d, J=3.6Hz, CF;), 130.71, 131.26(q, J/=32.3Hz, CF3), 132.45,
132.50(q, J=32.9Hz, CF5), 136.15, 141.82, 165.63. MS (EI) : m/z [M] " :
401.0 Anal. Calcd for CsHgFoNO : C, 47.90; H, 2.01; N, 3.49. Found: C,

48.07; H, 2.34; N, 3.27

N-(3,5-bis(trifluoromethyl)phenyl)-3-bromobenzamide (WY 1123) :

v ¢ FME o Rf=0.44 > mz pie fp(EA) @ & @ *=(hexane)=1: 5.5 & {7 ¢
LR A7 B 1Y o5 B8R 207~208°C © 'H NMR(CDCl;, 300 MHz): §7.41(t,1H,
J=7.8Hz), 7.67(s,1H), 7.74(dd,1H, J=7.8Hz, J=1.2Hz), 7.81(dd,1H, J=7.8Hz,
J=0.9Hz), 8.01~8.03(m,2H), 8.18(s,2H). °*C NMR ((CD;),CO): 5117.61,
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120.85, 122.98, 124.36(q, J=272.3Hz, CF5), 127.56, 131.33, 131.54,
132.46(q, J=336.Hz, CFs), 135.89, 137.28, 141.87, 165.50. MS (EI) : m/z

[M]" : 413.0 Anal. Caled for C;sHsBrF¢NO : C, 43.72; H, 1.96; N, 3.40.

Found: C, 44.07; H, 2.13; N, 2.99

3-chloro-N-(4-chlorophenyl)benzamide (WY1124) :

Fvo 4 FH > RF=0.32 112 fee fi(EA) ¢ & & “2(hexane)=1:5 & {74
R 45 A 3ris it > 43 8k 132~134°C - '"H NMR(CDCls, 300 MHz):
87.35(dd,2H, J=9.0Hz, J=2.4Hz), 7.45(t,1H, J=7.8Hz), 7.54(dd,1H, J=7.5Hz,
J=1.2Hz), 7.59(dd,2H, J=9.0Hz, J=1.8Hz), 7.73(d,1H, J=7.5Hz), 7.77(s,1H,
NH), 7.85(st,1H, J=1.5Hz). >C NMR (CDCl;): 121.58, 125.11, 127.35,
129.13, 129.90, 130.12, 132.03, 134.99, 136.10, 136.33, 164.45. MS (EI) :
m/z [M]" : 265.0 Anal. Calcd for C;3H,CLNO : C, 58.67; H, 3.65; N, 5.26.

Found: C, 58.84; H, 3.65; N, 5.26

41



3.1.2 % = &7

KPR B b RN - % LB F 40 Jis(Horner
-Wadsworth-Emmons, HWE):& (= & = o Scheme C 3 HWE F & > 9 % »
Frl A S WY1202 % bip

Scheme C :

0
. Z N
XN Br (i) AN [l _OEt o X (ii) ~ \TR
RE RE J |+ | Ir RS
OEt Z T

Reagents and conditions: (1) triethyl phosphate, microwave 7mins ; (i1)

o

NaOCHj;, 18-crown-6,dry DMF 0°C—r.t

B s A

R R'
k3
WY1202 3-CH; H
WY1201 3-CH; 4-CH;
WY1210 3-CH; 4-F
WY1203 3-CH; 2-OCH;
WY 1204 3-CH; 3-OCH;
WY1209 3-CH; 4-OCH;
WY1207 3-CH; 2-NO,
WY 1205 3-CH; 3-NO,
WY1208 3-CH; 4-NO,
WY1206 3-CH; 2,4-OCH;
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(E)-1-methyl-3-styrylbenzene( WY 1202) :
S J

P~1-Bromomethyl-3-methyl-benzene( 0.42mL, 3.109 mmole)Ffr
Phosphorous acid triethyl ester (0.9 mL, 5.249 mmole) ¥ ** & &35 » " Ak
Seg (P g V) F T A 48 o £ B~(3-Methyl-benzyl)-phosphonic acid diethyl
ester (120 mg , 0.5mmole) ~ benzaldehyde( 85 mg, 0.8mmole) , NaOCH3 (72
mg, 1.33mmole)fr18-crown6-ester (171 mg, 0.65mmole) ¥ ** [f] KFgp %
b aoREE o RET e »dmLehg KDMFX 33 F R F 16/ o
4¢ {opi fk 2 40 B (sodium bicarbonate)is i ~ ¢ fa ¢ fig(EA)% -K = =& 5 B~
fs » & * & -KEifL4%(magnesium sulfate ahydrate)“f KT PR FER
Rf=0.42 > 11 = & ¥ *=(CH,Cl,) : & ¢ *z(hexane)=1 : 9:& {7 ¥ 4Lk +7 4 3¢
it gt & FEE > 3 BE44~48°C - 'H NMR(CDCls, 300 MHz): §2.38(s,3H,
CH;), 7.07~7.09(m,3H), 7.25(t,2H, J=7.2Hz), 7.28~7.39(m,4H), 7.51(d,2H,
J=7.2Hz). °C NMR (CDClLy): 821.44, 123.67, 126.44, 127.16, 127.52,
128.35, 128.43, 128.55, 128.64, 128.72, 137.19, 137.35, 138.20. MS (EI) :
m/z [M]":194.2 Anal. Caled for C;sH;4: C, 92.74; H, 7.26. Found: C, 92.60;

H, 7.12
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(E)-1-methyl-3-(4-methylstyryl)benzene (WY 1201) -

o ¢ FEE > Rf=0.42 > 7 = % 7 ’z(dichloromethane) : i & *z(hexane)
=1:7:8 (7§ A7 4 3 L3 B 97~1017C - 'H NMR(CDCl;, 300 MHz):
02.35(s,3H, CH3), 2.37(s,3H, CH3), 7.04~7.07(m,3H), 7.16(d,2H, J=8.1Hz),
7.24(t,1H, J=8.1Hz), 7.29~7.32(m,2H,), 7.40(d,2H, J=8.1Hz) °C NMR
(CDCly): 621.24, 21.44, 123.55, 123.63, 126.35, 127.05, 127.13, 127.72,
128.21, 128.34, 128.52, 129.36, 134.57, 137.34, 137.41, 138.16. MS (EI) :
m/z [M]":208.2 Anal. Caled for C¢H;4: C, 92.26; H, 7.74. Found: C, 92.25;

H, 7.48

(E)-1-methoxy-2-(3-methylstyryl)benzene (WY 1203) :

%Pk g8 R=0.21> 2 = ¥ *=z(dichloromethane) : i & 'z (hexane)=1:
10 27 g4k 47 2 i o 'H NMR(CDCl;, 300 MHz): 52.38(s,3H, CHs),
3.89(s,3H, OCH;), 6.90(d,1H, J=8.4Hz), 6.96(t,1H, J/=7.2Hz), 7.06(d,1H,
J=7.8Hz), 7.80(d,1H, J=16.5Hz), 7.20~7.26(m,2H), 7.32~7.35(m,2H),
7.47(d,1H, J=16.5Hz), 7.59(dd,1H, J=7.5Hz, J=1.5Hz). °C NMR (CDCL;):
021.42,55.48, 110.89, 120.70, 123.19, 123.76, 126.32, 126.49, 127.19,
128.16, 128.45, 128.54, 129.17, 137.84, 138.06, 156.85. MS (EI) : m/z [M]":

2242
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(E)-1-methoxy-3-(3-methylstyryl)benzene (WY 1204) :

kA d ek o Rf=0.5> 12 = % 7 z(dichloromethane) : & & 'z(hexane)=
1:5 &7 8 1k 47 4 3% i < 'H NMR(CDCl;, 300 MHz): §2.38(s,3H, CH),
3.85(s,3H, OCHs3), 6.82(dd,1H, J=8.1Hz, J=2.4Hz), 7.04~7.12 (m,5H),
7.22~7.27(m,2H), 7.30~7.33(m,2H). °C NMR (CDCly): $21.43, 55.23,
111.62, 113.19, 119.17, 123.71, 127.20, 128.31, 128.50, 128.55, 129.06,

129.60, 137.10, 138.21, 138.83, 159.82. MS (EI) : m/z [M]" : 224.2

(E)-1-methyl-3-(3-nitrostyryl)benzene (WY 1205) :

+ ¢ FH48 Rf=0.27> 2 = % 7 *=(dichloromethane) : it ¢ *z(hexane)=1 :
6175tk 474 it > 3 BE82~847C - 'H NMR(CDCl;, 300 MHz):
02.40(s,3H, CH3), 7.11(d,1H, J=10.8Hz), 7.17(d,2H, J=13.5Hz), 7.29(t,1H,
J=7.5Hz), 7.34~7.37(m,2H), 7.52(t,1H, J=8.1Hz), 7.79(d,1H, J=7.5Hz),
8.00(dd,1H, J=8.1Hz, J=2.4Hz), 8.37(s,1H). °C NMR (CDCl5): 21.40,
120.82, 121.91, 124.01, 125.84, 127.48, 128.72, 129.34, 129.51, 131.82,
132.18, 136.17, 138.43, 139.21, 148.68. MS (EI) : m/z [M]" : 239.2 Anal.
Calcd for C;sH3NO, : C, 75.30; H, 5.48; N, 5.85. Found: C, 75.60; H, 5.60;

N, 5.35
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(E)-2,4-dimethoxy-1-(3-methylstyryl)benzene (WY 1206) :

Ftu ¢ FH > Rf=0.29 > 11 = ¥ *z(dichloromethane) : i & ‘%(hexane)
—1:9 & {7 ¥ 5k 454 #3123 B 54~57°C - 'H NMR(CDCl;, 300 MHz):
02.37(s,3H, CH3), 3.84(s,3H, OCH3;), 3.87(s,3H, OCH3), 6.47(sd,1H,
J=2.4Hz), 6.51(dd,1H, J=8.4Hz, J=2.4Hz), 6.97(d,1H, J=16.8Hz), 7.03(d,1H,
J=7.2Hz), 7.22(t,1H, J=7.5Hz), 7.30~7.33(m,2H), 7.38(d,1H, J=16.8Hz),
7.51(d,1H, J=8.4Hz). >C NMR (CDCl;): 621.42, 55.36, 55.48, 98.45, 104.90,
119.59, 122.98, 123.48, 126.93, 127.07, 127.12, 127.76, 128.40, 138.00,

138.18, 157.97, 160.42. MS (EI) : m/z [M]" : 254.2

(E)-1-(3-methylstyryl)-2-nitrobenzene (WY 1207) :

®Ahd AR > Rf=0.66 0 2 fie fig(EA) @ & & “=(hexane)=1: 2 & {7 ¢
FL R A7 B o 'H NMR(CDCl;, 300 MHz): §2.39(s,3H, CH3), 7.07(d,1H,
J=16.2Hz), 7.14(d,1H, J=7.5Hz), 7.25~7.43(m,4H), 7.58(d,1H, J=15.9Hz),
7.60(d,1H, J=14.1Hz), 7.76(d,1H, J=7.8Hz), 7.96(dd,1H, J=8.1Hz, J=1.5Hz).
PC NMR (CDCly): $21.39, 123.20, 124.38, 124.73, 127.60, 127.84, 128.09,
128.67, 129.44, 133.03, 133.08, 133.98, 136.38, 138.40, 147.97. MS (EI) :
m/z [M]" : 239.0
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(E)-1-methyl-3-(4-nitrostyryl)benzene (WY 1208) :

+ ¢ F4>Rf=0.33> 11 = & 7 *z(dichloromethane) : & & 'z (hexane)=1 :
3T E LA AT A A > 23 BE 104~107C o 'H NMR(CDCl;, 300 MHz):
82.40(s,3H, CH;), 7.12(d,1H, J=12.6Hz), 7.19(d,2H, J=19.8Hz),
7.26~7.37(m,3H), 7.62(dd,2H, J=6.9Hz, J=2.1Hz), 8.22(dd,2H, J=6.9Hz,
J=1.8Hz). °C NMR (CDCly): 821.40, 123.49, 124.14, 124.23, 126.04,
126.79, 127.67, 128.77, 129.68, 133.43, 134.11, 136.09, 138.50, 143.95,

146.67. MS (EI) : m/z [M]" : 239.1

(E)-1-(4-methoxystyryl)-3-methylbenzene (WY 1209) :

v ¢ F48>RE=0.37> 11 = % ¥ =z (dichloromethane) : & & 'z (hexane)=1 :
S5 g4 A g i > 23 EL 113~115°C - 'H NMR(CDCls, 300 MHz):
02.37(s,3H, CH3), 3.83(s,3H, OCH3;), 6.89(d,2H, J=9.0Hz), 7.00(d,2H,
J=18.3Hz), 7.07(d,1H, J=6.3Hz), 7.20~7.31(m,3H), 7.45(d,2H, J=9.0Hz).
PC NMR (CDCly): 821.45, 55.30, 114.07, 123.40, 126.64, 126.91, 127.64,
127.93, 128.02, 128.51, 130.17, 137.51, 138.14, 159.17. MS (EI) : m/z [M] ":

224.2 Anal. Calcd for C;sHcO: C, 85.68; H, 7.19. Found: C, 85.71; H, 7.41
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(E)-1-(4-fluorostyryl)-3-methylbenzene (WY 1210) :

v ¢ FE o RF=0.5 > 1 @ z(hexane)i {7 ¢ 4Lk 47~ L& it » 3 gL
91~94°C - '"H NMR(CDCls, 300 MHz): §2.38(s,3H, CH3), 6.96~7.10 (m,5H),
7.25(t,1H, J=7.5Hz), 7.30~7.32(m,2H), 7.47(m,2H). >C NMR (CDCl):
021.43, 115.58(d, J=21.8Hz, CF), 123.60, 127.10, 127.22, 127.90(d,
J=8.0Hz, CF), 128.48, 128.52, 128.58, 133.56, 137.05, 138.24, 162.25(d,
J=245.9Hz, CF). MS (EI) : m/z [M]" : 212.2 Anal. Caled for CysH;5F : C,

84.88; H, 6.17. Found: C, 84.59; H, 6.23
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313 %= 47

AR FEF AFEE N2 LB 5 A F F)EE B & (Sonogashira
coupling reaction){é 5 % it it * gk i > ¥ 45 tandem amidation £ 7
Suzuki Reaction #7% & & J& o Scheme D % L {7 [FjEg % & (2 G TR 1t (&%

k0 F kAR WY 1405 5 Glp

Scheme D :

AN M) ) B X iy
S U Rl S8 S
NH N*“cF N

2
Reagents and conditions(1)NBS, acetonitrile , hv (ii) 2,2,2-trifluoroacetic
anhydride , Et;N, Dry CH,Cl,, 0°C ; (iii) Cul, L-prolin, k,COs, dry

DMF ,80~110°C

Bt AL
R R’
5L

WY 1401 3-CH; H
WY 1402 3-CH; 5-CH;
WY1403 3-CH; 6-NO,
WY 1404 3-CH; 5-F
WY1405 3-CH; 5-NO,
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2-bromo-4-nitroaniline
O,N Br

P~ 4-nitroaniline (217mg, 1.57mmole)?x » [l &KL > % b &K E (S 4
> 10 mL 4 -k acetonitrile ;% f#> P B F R & T B 4c » 3> 3mL & K
acetonitrile ¥ 9 NBS (280 mg, 1.57mmole)’ * J& 12 ~ 43 o * &rfrp ik 2
4 % (sodium bicarbonate)is /% ~ ¢ fa ¢ fig(EA)Z K= XX P> & * &
-k £ fé 4% (magnesium sulfate ahydrate)“,/TT KT P F g ML R fig
(EA): &+ & *z(hexane)=1:3:i& {7 ¢ ++ k& 47 4 &P~ {¥ 2-bromo-4-nitroaniline-
'H NMR (CDCls, 300 MHz): 54.82(s,2H, NH,), 6.74(d, 1H, J=9Hz),

8.04(dd,1H, J=8.7Hz, J=2.4Hz), 8.38(sd, 1H, J=2.7Hz).

N-(2-bromo-4-nitrophenyl)-2,2,2-trifluoroacetamide
OZN\C[BrO

NJLCF3

H

P~ 2-bromo-4-nitroaniline (240 mg , 1.11mmole), triethylamine (170 mg,

1.67 mmole), ¥ ** Fl&FLp » &FF #-REE /kiF ™ 4~ 17mL (0@ -k
CH,CL #4£ 5 ~ 4518 » % M 4 » trifluoroacetic anhydride (350 mg,
1.67mmole)#¢+-% 8~ & 16 /| pF > * & fop fh & 4 B (sodium
bicarbonate)i3 ;% ~ ¢ fe e fg(EA)Z -K iz X 5 B~18 » @ * @ Rpnfads
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(magnesium sulfate ahydrate)"%f KT PR F R Mo e fa(EA) T R
% (hexane)=1 : 7 i& {7 ¥ 1L 47~ 3B~ ¥ N-(2-bromo-4-nitrophenyl)

2,2 2-trifluoroacetamide - 'H NMR(CDCI;, 300 MHz): 68.30(dd,1H,
J=9.3Hz, J=2.4Hz), 8.54(sd,1H, J=2.4Hz), 8.62(d,1H, J=9.3Hz), 8.68(s,1H,

NH).

5-nitro-2-m-tolyl-1H-indole (WY 1405)

’ CH,
N
O,N

P~ N-(2-bromo-4-nitrophenyl)-2,2,2 —trifluoroacetamide ( 292 mg, 0.93
mmole) ~ 3-Ethynyltoluene (268 mg , 1.86 mmole) ~ Cul (40 mg, 0.21 mmole) -
L-proline (66 mg, 0.57mmole) 2 K,CO; (390 mg, 2.82 mmole) ¥ ** [f] & g
oo EREYR > 4o r 10mL &k DMF ¥ 4 2 90°C 4L F
r&F fopi fs & 40 B (sodium bicarbonate)i3 % ~ ¢ i 2 fig(EA)2 k= =t X
B~fs o & * & K AifL 4% (magnesium sulfate ahydrate)"%f KT P F RS
Rf=0.24 > 1z piz fig(EA) : & ¢ *2(hexane)=1 : 4 i& {7 ¢ 1k 474 L.
Lo F ¢ T4 3 EL 194~197°C - 'H NMR(CDCl;, 300 MHz): 52.45(s,3H,
CH,), 6.96(s,1H), 7.22(d,1H, J=7.2Hz), 7.38(t,1H, J=7.8Hz), 7.43(d,1H,
J=9.0Hz), 7.47~7.51(m,2H), 8.11(dd,1H, J=9.0Hz, J=2.1Hz), 8.58(sd,1H,

J=2.1Hz), 8.76(s,1H, NH)."*C NMR (CDCl;): §21.20, 100.71, 110.98,
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117.08, 117.11, 122.53, 126.08, 128.31, 128.82, 129.09, 131.24, 138.49,

140.23, 141.67,206.83 MS (EI) : m/z [M]" : 252.1

N-(2-bromophenyl)-2,2,2-trifluoroacetamide -
'H NMR(CDCls, 300 MHz): §7.12(td,1H, J=7.8Hz, J=1.2Hz), 7.40(td,1H,
J=8.1Hz, J=0.9Hz), 7.61(dd,1H, J=7.8Hz, J=1.5Hz), 8.32(dd,1H, J=8.1Hz,

J=1.5Hz), 8.45(s,1H, NH).

N-(2-bromo-4-methylphenyl)-2,2,2-trifluoroacetamide :
'H NMR(CDCl;, 300 MHz): §2.34(s,3H, CHs), 7.19(d,1H, J=8.4Hz),

7.43(s,1H), 8.16(d, 1H, J=8.7Hz), 8.37(s,1H, NH).

N-(2-bromo-5-nitrophenyl)-2,2,2-trifluoroacetamide :
'H NMR(CDCls, 300 MHz): 57.83(d,1H, J=8.7Hz), 8.01(dd,1H, J=8.9Hz,

J=2.THz), 8.55(s,1H, NH), 9.23(sd, 1 H, J=2.7Hz).

N-(2-bromo-4-fluorophenyl)-2,2,2-trifluoroacetamide :
'H NMR(CDCls, 300 MHz): §7.14(td,1H, J=8.4Hz, J=2.9Hz), 7.38(dd,1H,
J=4.8Hz, J=2.9Hz), 8.28(m,1H), 8.33(s,1H, NH).
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2-bromo-4-nitroaniline :
'H NMR(CDCI;, 300 MHz): 64.82(s,1H, NH), 6.74(d,1H, J=9.0Hz),

8.04(dd,1H, J=8.7Hz, J=2.4Hz), 8.38(sd, 1H, J=2.7Hz).

2-m-tolyl-1H-indole (WY 1401) :

#d F48 > Rf=0.34> 2 = % 7 ‘z(dichloromethane) : it & *z(hexane)=1 :
2587 F AT A S L3 BE 144~147C - 'H NMR(CDCl;, 300 MHz):
02.43(s,3H, CH;), 6.81(s,1H), 7.09~7.21(m,3H), 7.33(t,1H, J=7.5Hz),
7.39(dd,1H, J=7.8Hz), 7.45~7.49(m,2H), 7.63(d,1H, J=7.8Hz), 8.34(s,1H,).
PC NMR (CDCly): $21.52, 99.80, 110.83, 120.17, 120.58, 122.21, 122.25,
125.84, 128.50, 128.89, 129.22, 132.23, 136.70, 137.99, 138.64 MS (EI) :
m/z [M]" : 207.2 Anal. Calcd for C;sH3N : C, 86.92; H, 6.32; N, 6.76.

Found: C, 86.64; H, 6.33; N, 6.67

5-methyl-2-m-tolyl-1H-indole (WY 1402) :

v ¢ F48>Rf=0.41>12 = % ¥ *z(dichloromethane) : & & 'z (hexane)=1 :
2.5 17 Lk 45 A 3 1t 0 25 8 166~168°C < 'H NMR(CDCls, 300 MHz):
02.42(s,3H, CHj;), 2.45(s,3H, CHjs), 6.74(s,1H), 7.01(d,1H, J=7.5Hz),
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7.13(d,1H, J=7.5Hz), 7.25~7.35(m,2H), 7.40(s, 1H), 7.44~7.47(m,2H),
8.25(s,1H, NH)."*C NMR (CDCly): 621.45, 21.51, 99.39, 110.47, 120.23,
122.17, 123.84, 125.75, 128.37, 128.86, 129.38, 129.53, 132.40, 135.06,

138.07, 138.60. MS (EI) : m/z [M]" : 221.2

6-nitro-2-m-tolyl-1H-indole (WY 1403) :

# 4 F4 - RfE=0.38 - 2 fee fg(EA) * = & ¥ *=(dichloromethane) * &
e “(hexane)=1:1:7 {7 k45 A 4 i > 23 8 175~178°C - 'H
NMR(CDCl;, 300 MHz): §2.46(s,3H, CH3), 6.90(s,1H), 7.24(d,1H, J=9.0Hz),
7.39(t,1H, J=7.8Hz), 7.50~7.53(m,2H), 7.65(d,1H, J=8.7Hz), 8.04(dd,1H,
J=8.9Hz, J=2.0Hz), 8.36(s,1H), 8.79(s,1H, NH). >C NMR (CDCl): $21.50,
100.45, 107.79, 115.96, 120.20, 122.78, 126.32, 129.18, 129.95, 130.82,

134.19, 135.08, 139.05, 143.00, 144.01. MS (EI) : m/z [M]" : 252.2

5-fluoro-2-m-tolyl-1H-indole (WY 1404) :

F'u ¢ FH > Rf=04 - 1wz gie fg(EA) @ = % 7 *=(dichloromethane)

& w(hexane)=1:1: 10 i& {7 § $L/k 15 4 4% it > %5 8L 143~145°C - 'H
NMR(CDCls, 300 MHz): 82.43(s,3H, CHs), 6.77(s,1H), 6.93(td,1H, J=9.3Hz,
J=2.4Hz), 7.16(d, 1H, J=7.2Hz), 7.24~7.36(m,3H), 7.44~7.47(m,2H),
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8.31(s,1H, NH). ’C NMR (CDCl5): $21.51, 99.90, 99.93, 105.32(d,
J=23.8Hz, CF), 110.49(d, /=7.2Hz, CF), 111.38(d, J/=9.7Hz, CF), 122.31,
125.90, 128.89(d, J=20.8Hz, CF), 129.60(d, /=10.3Hz, CF), 131.92, 133.22,

138.74, 139.80, 158.15(d, J=234.3Hz, CF). MS (EI) : m/z [M]" : 225.1

(E)-N-(2-(1,4-dim-tolylbut-1-en-3-yn-2-yl)phenyl)-2,2,2
-trifluoroacetamide :
'H NMR(CDCls, 300 MHz): 52.38(s,3H, CH3), 2.47(s,3H, CH3),

7.12~7.43(m,9H), 7.83~7.92(m,4H), 8.38(s,1H, NH).

(E)-N-(2-(1,4-dim-tolylbut-1-en-3-yn-2-yl)-4-methylphenyl)-2,2,2
-trifluoroacetamide :

'H NMR(CDCls, 300 MHz): §2.37(s,3H, CH3), 2.46(s,3H, CH3), 2.50(s,3H,
CH;), 7.06~7.41(m,9H), 7.61(s,1H), 7.82(s,1H, J=7.8Hz), 7.91(s,1H),

8.29(s,1H, NH).

(E)-N-(2-(1,4-dim-tolylbut-1-en-3-yn-2-yl)-4-fluorophenyl)-2,2,2
-trifluoroacetamide :

"H NMR(CDCls, 300 MHz): 52.38(s,3H, CH;),2.46 (s,3H, CH),
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6.96~7.49(m,10H), 7.82(d,1H, J=7.2Hz), 7.90(s,1H), 8.38(s, | H, NH).
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Scheme E % % tandem amidation £ {7 Suzuki Reaction #7.5 & e F Ji&>
F Hin AT WY 1406 5 B3 o

Scheme E :

H H Br

kgcoj[:j/go M iy (i) P%COT::If§(
- P —>» Br
NH
(v)  HsCO
+ _V..3
N
H

OH CH;
Br !

(iv) B.
— © o WY 1406

Reagents and conditions : (i) Acetic anhydride, H,SO4, HNOs/ H,SO, ,
CH2C12(ii)CBr4, PPh3, dry CHQCIQ, OOC (111) SHC12 ° 2H20, EtOH, r.t,
(iv)n-BuLi, dry THF, Boric acid trimethyl ester, -78°C (v) Pd(OAc),(cat),

S-Phos(cat), K;PO, * H,O0, toluene, reflux
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5-methoxy-2-nitrobenzaldehyde

H
MeO
o
NO,

P~ 1-bromo-3-methoxybenzene (5g, 0.04 mole) & ** Fl A FL M > 4c > 30
mL 7 CH,Cl, /% fi# > 7kig ™ 4v » acetic anhydride (3.77g, 0.037mole)~4 mL
T HySO, #4530 £ 48 > £ 4v » 4mL 2 HNO; : HySO4=1: 1R &3
R FE O 16 /) pF o (& &2 {opd fs 3 40 B (sodium bicarbonate)ii ik ~ = & ©
%2 (CH)CL) % "k = =k 37 B~{s » & * & K fh 4% (magnesium sulfate
ahydrate)“%f KT P HoF R ML e fg(EA) ¢ & & ‘=(hexane)=1 : 2.5
BTk S o 'H NMR(CDCls, 300 MHz): $3.96(s,3H, OCHs),
7.16(dd,1H, J=9.0Hz, J/=3.0Hz), 7.34(sd,1H, J=3.0Hz), 8.17(d,1H, J=9.0Hz),

10.49(s, 1H).

2-(2,2-dibromovinyl)-4-methoxy-1-nitrobenzene

H Br
MeO =
o
NO,
P~ 5-methoxy-2-nitrobenzaldehyde (71mg, 0.392 mmole)% CBry
(195mg, 0.588mmole)?c » FIAFLPM I 5 F & K& ¥ > /RiF T 4 » TmL 9

5'/3‘-' ’}{ CH2C12 /ZF\,\ ﬁ; ’ -FL Sr ~ /;Z,\ T 3mL -}/3-" ’J( CH2C12 v E‘ﬁPPhg (206mg,

0.784mmole)#+- 3 ¥ F &~ & 16 -] pF > i 4pfopl L & 40 B (sodium
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bicarbonate)iz ;% ~ = & T 2 (CH,Cl)) % "k iz X 5 B~18 » @ * & Kk
4% (magnesium sulfate ahydrate)“,’TT KT P F Wy M C fae fr(EA) T &
¢ z(hexane)=1 : 7 & {7 g 4Lk 474 g it o 'H NMR(CDCl;, 300 MHz):

§3.92(s,3H), 6.95~7.02(m,2H), 7.80(s, 1 H), 8.18(d,1H, J=9.0Hz).

2-(2,2-dibromovinyl)-4-methoxyaniline

H

Br
MeO =
Br
NH

2

P~ 2-(2,2-dibromovinyl)-4-methoxy-1-nitrobenzene( 770mg, 2.29
mmole)Z SnCl, « 2H,0 (5156mg, 22.8 mmole)*x » ] K FL P » 4 » 10 mL
I EtOH 73 f2 X 425 B 16 [ pF o> ik fra @R % 0 F e R * ER
5 2M e KOH 27 F > g3k pH &+ 3 10> £ 2= 5 7 *=2(CH,CL)

Rz X R BS 0 % oK AR R 4% (magnesium sulfate ahydrate)"%f ko

A

T3 F iR Mo fhe fAig(EA) D = % 7 “%(dichloromathane) @ It & ¢
(hexane)=1 : 11 5 i& {7 ¥ 1/ 17 4 4% i* « "H NMR(CDCls, 300 MHz):
53.76(s,3H, OCHy), 6.66(d,1H, J=8.7Hz), 6.78(dd, 1H, J=8.7Hz, J=2.7Hz),

6.91(sd, 1H, J=3.0Hz), 7.35(s, 1 H).

m-tolylboronic acid
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B<
[ j OH

CHs

P~ 1-bromo-3-methylbenzene( 630 mg, 3.683 mmole)*x » [F] KFgp T
ErmokES > 4o r 30mL e -k THF 3 3 » 7kig T (-78°C) % M 4e »
n-BuLi (2.5mL, 4 mmole)» /& 1 -] F¥ » £ 4 » boric acid trimethyl ester
(1148 mg, 11.05mmole) * J& 16 -] FFis > 4v » 10% = HCl #+-4 /] = >
@ % 2 F 7 R(CHCL)E Kz B> ¥ Bis i % - kKAifieds
(magnesium sulfate ahydrate)"%f KT PR F R Mo e fa(EA) T R
2 (hexane)=1 : 4 i {7 4tk $74 & i o '"H NMR(CDCls, 300 MHz):

§2.48(s,3H, CH3), 7.41~7.42(m,2H), 8.04~8.07(m,2H).

5-methoxy-2-m-tolyl-1H-indole ( WY 1406)

H CHa
N
A~

P~ m-tolylboronic acid (80mg , 0.49mmole) ~ 2-(2,2-dibromovinyl)

MeO

-4-methoxyaniline (100mg, 0.326 mmole) ~ S-Phos (5mg, 0.012mmole),
Pd(OAc), (3mg, 0.013 mmole)% K;PO,* H,0 (375mg, 1.63 mmole)*x » [f]

BFLP 0 e » 2.5 mL ftoluene A £ T 89C T F R 4 0] BF S o

i * & -k Fifk 4% (magnesium sulfate ahydrate)“,f KFE P F IR RE04
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me e fig(BA) ¢ & & Y2(hexane)=1: 6 & {7 ¥ 474 drH it > fd 4
)48 5 23 8L 150~153°C - 'H NMR(CDCls, 300 MHz): 52.15(s,3H, CH3),
3.86(s,3H, OCHs3), 6.74(sd,1H, J=1.8Hz), 6.85(dd,1H, J=9.0Hz, J/=2.7Hz),
7.08(sd,1H, J=2.4Hz), 7.13(d,1H, J=7.5Hz), 7.25~7.34(m,2H),
7.43~7.46(d,2H, J=8.7Hz), 8.23(s,1H, NH). °C NMR (CDCl;): §21.51,
55.82,99.67, 102.20, 111.56, 112.47, 122.17, 125.74, 128.44, 128.88, 129.70,

131.92, 132.32, 138.62, 138.74, 154.42. MS (El) : m/z [M]" : 237.1
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32 A9 F
AFRHATER A H  RERA 2 AR O KRBT R

PR REPHAHRE SR LR T SRR

‘m % th(cell line) :

CL1-0 (2&/] fm?e % ) * #5 H §8 2000(Invitrogen)## 55 NF-kB fz#s 3+ o

pcDNA 3.1 -

km?& ¥ % (ncubated) :
CL1-0 (2% ] fm¥e % J)fm?e 32 % 7 DMEM(Dulbecco's Modified Eagle
Medium)#; %% ® 7z 7 10% FBS(fetal bovine serum) ~ 4 mg/mL

G418(Geneticin)** 37°C 7 7 5%= % itptimiez H 7 ¢ o

¢ % 2 (Treatment)

#-CL1-0 fm¥e 32 % £ 2x10%well 42434459 Tl 40 2R
(8§ 4 » 1L &5 (50 uM)>t & BIvik (well)? 82 & 15-20 » 4818 0 4e »
400 pg #8253 7 15 -o(TNF-0)0 2 37°C 53 5 %= § i sim#e 32 %
PESRERE 3 RSB mie st 4 kL 7k 4 17 (Luciferase

assay)(Promega) °
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» = 5L i B

Fr g BEREH
AABHALE LS R AMBHSSTE b SRR E L
Renbl (0 L W[FRT 7 P chs 2 & TR IT A P RRERR > BT g

FaAd AL ARG FRESR IS ER

A AR BRPBRE B hEA T RPN E B(SN2) LR ET
feFienfitd pom MG A gd Ao @ F o KB H i ohgpd A
FRE » 80t hF REFRE LA e (SOCL)F 542+ Fhes £
- OH fh a2 )& Cl B~ 1% o pb PP 38R ¥R * N eh- $33
HEF o RF FR PRI R ST S ERRE F A A(RER)
B AR A K FnA BT L4 (B 8) e B LA SR F BT A
FORPRET > g FRA I TR REEF RPFLIRE

G ERRELSRT 3 R L -
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M Hag

N phz
— N ph, | — pif + Cl
Cl pH’ +\|/ 2 1 \g/

i ;)i;f’?-ﬁii

Ph=NH; + o7

Bl 8 MyE-iE B 41(SN2)

PLb RN A Rk rRgE S E DCC I & F R7AA KFIEET o L F
Boh W LfRREEE SIS A4 E Al F Y AR %KL E NN
-Dicyclohexyl-carbodiimide (DCC)§ %% -k &2 & it & >
4-dimethyl-amino-pyridine (DMAP) 3 i #| - % N,N-Dicyclohexyl-
carbodiimide (DCC)&2 ¥ fa F e pF > 2 et f 4t % s § B ipt T o0
R+ A% - G HBT e MR B R T L
BRI - BESRES(B ) TV FRF T RRE IR A S o R
Te? F R RERR G E F R R AR RAR T AR
RE R AFEEY25%~50% > @ pt > 284 T/ T 60~80% >
R AT o b F L B OHB R AR A S § K
F 28% R T A G A FEATET OHE NH 355 A& * T35 > ¢
TeiTH et gl > F AT A R A > @ EREY ALY RIS A
% iy 14 -

F RendkBEG ¢ A 2 < 2 hRl A 4 1,3-dicyclohexylurea (DCU)
(B19)> *F&fI* DCU $2 pae fig(BA) 3 R4 L - LB F- S d

64



F R 2R DCU £ A3 > £ % o fee fia(BEA)E I & “2(hexane)

SR £ %R IF G R R 0 538 F B4 1972 (Column chromatography) 5 #

ERTE B

DCU

B 9 DCC 7 54

41.2 % = &5 1 = F 2 Y (Stilbene)chfiT 2 4

PR TS R R BAE % WA M-8 F 27K is(Horner
-Wadsworth-Emmons reaction, HWE) > #* & &>+ 1958 & 7| B 48 E 53
b'L'rgzézg;}JM,‘gge_;J’(g e 1‘31‘11917}76_,; HWE 5 g ¥ 1 &
F1* R ROBIR AR | AT 0 BPE BT E S S

BF et 5 A a2 T+ REZ 2R B dpg

bl o d MATF L tirehn 23 k0 A4 A B B AP 3ar
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3b (M 10)™ > B4t § enf g5 § g+ o 253w ok ik i
4a &2 4b> B (8 SR il B2 %A Bg it £ 40 2 8] 5 Z-alkene(ME 5% )
g2 F-alkene(F 3%) °
Larsen, R. 0.2 Aksnes, G.>* 1983 #d 1 # M > FH* = HIGRE

< GFE A AP o F RS TR ;H# 504 E-alkene 5 2 > ™ FfEE
ATk g 5 Bl TR A S B B 5 EZ=98 127 P R bl e
FEFL oAt f 3 S EE Y chst A H I 0 B F i -2 Z(W 10) 7

G F S @IEJ%%« T ed BE BQRICHU I F TR A S
E-alkene (5 ;%)% 24 o d XA F Horid ¥ chk BERQSC M ) ddnd
(Ffz)> L3 ?'/F*’%“ FEEARR > LREFT A LN REE 0 TE D
HH# %  E-alkene(& )5 4 o

FER? ER L F BECFMAT L S OHB R AP L@

<ok

BEFFR FHBPAALEFEE  FRFFZ{EIREART L
AV EIFE A FARAERAASNRE R g G ARH DAY
A2 oo gt Y @ g 5 T ERAN 0 S M AR LI R 3 SRS
FI* AP HEA H Sk ke WA AT RS T R H B IER
- HEAAEF Y, B2 R R L ARG PR AY B kit
=& 4 AR THF » F B @E A s > BlAY SRR E 52 &
g’g_o
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EtO o S}
E10-FL P Et0§ Ph
0 EtO-P5O e PN
H ~ Ph1lm\H Ph1/\/
/ Phy H H  Ph,
(E)-alkene
H 9 3a 4a
L R
Phy O F-OEt , H RPh, - + + -
© EtO
O (S]
\\\\ Eto-F M o 09 —
(@) EtO- P O -
PAN <~—== HufdwH |— > Ph Ph
H
rate determining step Phs Phs Pha (2)-alkene
i 3b ab ]

B 10 HWE F R4

413 % = k7| ¢ feiegtlp gk 1 8% A) 2 wslei(indole )injiT 2 4

Bk A & & eslei(indole )eniTA He 0 B B S R A A ] 3R
AV E R F AR REZ L BREF o b A - BZ A LR A

#F A - B A Y B Cul F R R AKETRE T 2

{7 ¥)2¢ % & F J&(Sonogashira coupling reaction) » FJ2g % & F Jid p A 1

E’%

By E 1975 £ R A R E 3 ot T 2 PSS B E

BEENIG £ LT AR - R BAY 0 f g R TR R Sl

¥
&=
&
e

™4

AL NBHEY B AP P BASEAN nE Bl Y iE S
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FIRRBEREER » Vi EREBY EFAENEERRNEINHAES la
Ib(B 11) > Tt > F iBAz? 2R E PR £ 8 > R F %7 3
B> FRABATENXPFAEY @2 €N EM ALY | BIERER
BIE VX BAP BRI AT E L DN AR o T F F R AT A

o (R ) AR EAARERE BRETE E RIEAE L o

ph h
| A

\ph

©=——ph NH or NH
A
oh W F3C/g0 o)

C[Br Cul + ph—= = 1a 1b
—_—
i’ base NH hydrolysis H©
FiC” 0 re o \\\\ ‘)p“
. . Z
Sonogashira reaction )
. e
NH,

cyclization

Bl 11 25 eal et Bl & 3 8 i 41
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2 2 Bz FEAY R R ARIAIA

BN A
R R' FRER E(C)
5L
WY 1401 3-CH; H 85
WY1402 3-CH; 5-CH; 110
WY 1403 3-CH; 6-NO, 100
WY 1404 3-CH; 5-F 85
WY 1405 3-CH; 5-NO, 90

dtAsdnte 2-08-4-7 3 A R AEF R Y 4-7 § A FIRE(T
NBS it F > A2do b 3 2 S TERT 2 WD S HRePpl Ay 0 bt g
f“ &% WYI406 & 4 7)3* ¥ — B & & 3% 5 5 & tandem amidation £
7 Suzuki reaction #7.5 & ek J o

Suzuki Reaction 3 i * Ppi{rd) & © & %4 & 4 B0 &) > 25
- BAREGEC-O)mn K > B F B4l 2B 12): g A qF i &8
B REF (B L oREY VLR B ALY
(B 22) FEmEEdg ity S LR Ptkor ey B AP0
SRERT PERR LS FR R S E RN F T T R
B R & B DR AR F (5 3 5) e 2t b 0 tandem amidation hF i 1 4]
22 Suzuki reaction 4p 17 > » A * 45 £ JH§ Bt T > L w3 tandem
amidation 3 24 - B A F P T F ZC-N)B & F B > SiED BFE RO
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AT AR L R (he 5-7 F A2 F T pEen g )0 hE I B

Y ERPEAL A BRAY S 37 F A2HFOmE 37 § A4 ¥

TEECES P RASFDAEFRE AT DAL 5-7 F A2-HF 0 B
Ft b F %P FEMAMAE > AT MY AL R o B F RhiRE
200 B2 AP (WY1406)h4 F 7 iF 50% o

Ry
R]_R2 PdO
5 1
R,—Pd"—Br

QO Y. Q R,—Pd'—R;

(KO),PO- B OP(OK)2
4 2
Ry—Pd'-0- P(OK)2

KBr

Q
,L0-P(OK
OP(OK),

OP(OK)2 Y o
R~ B —>R1—B OP(OK),
% Y .

K

B 12 Suzukireaction & J& %]
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42 A FE
42.1 % - 7

R

‘_
~
o
|
p—
it
e

AR BE ARG BB A -
gl v el o % - B AL R 35 E 1 CH; fEB~ 18 27 R
i 45 ¥ 1 OCH; (£8~ 5 (WY1109)p# 7 7 e s & > &2 % = B~
AL RA3EEEE MCIER A Aa355 =% 2 CF (FER R (WY1117)

W R RRT Y - R G Uhandrqirnk oom % - AT E gt

oo R HFERNEF - B A A B ekl i BCH; 2 2R3

Wi

Boi® PR 45 e BT F HOCH; frde T + a4 0

NO P~ » BELT S P T+ A FIF ERIrFIF LIk " o
PR T > NOY B~ 4 518 pFE 5 #rd2c % (WY1107)

' 47 % -?a[‘g_;}ﬂﬂ_‘—e-;}gg RS gk o #-ROHn4 5L U H

FAoo CH; B~ » 25 BT mfrdload » P ¥ 2b3up 3 F AP Shrdlis

frepih o 8- HFF AT FILPRATE Feand & B dE G S

P B R A2 3 488 FLufag 3 hOCH; frf @ + en

NO, B~ % » 4 NO, B~k 4 3512 % P52 ¢ $rd]oc %k (WY1107) 0 @ 4v

=
o
Bt
7\:5
>
P

Joob s L E S E B SRS el 0 B ROs 4 2.5 5
% 0 OCH; BB~ & (WY1111) ~ 2,5 551 % 12 OCHy B~ X 22 4 551+ % 1
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ClB~&(WY1115)2 2 345%. 7% 7 OCH; = £ B~ X pF(WY1113) » £
Ee e Ve

d 2% - e Cle CF; 2 B AR E 3 L4 adrdlit o 50 8+
R 35 =% £F FEL T+ Aave® > @ FFrfbck ™ UER > 2 FH
TR HE35% % 5 CF @R~ R:3A::x% 5 CH;~F~Br ~CF; -
BB oA e iE otk b 0 BEARIRE § ek e @ B AE DR B o
Flet e s HE R IHLE L CLI R o £ ® a3 2 pe? L5 i drd
e BN R (Fer BH AT ) AR AR B35 M CF 28018
M OH~4 5.8 1 ClB& > &3 3508 12 CE B~ 3 L4r3rd]
3c % o

4
w

1Y

EVI RERSEHT KM F R 3558 5 CFEmi
R 3B g s CFy B pF » £ 4 e anfrdiscsk » B9 24 S ipdrdlia
Motk e 5 WYI117 kel 13 2 IMD-0354% > # ¢2 IMD-0354
LB R F 2501 E 0 OH B~ % > 3 IMD-0354 S 4 ¢ ¢ OH 2 5~ i
O E R E R T O RBIFERHRPT F AB PR APl f
Aopo ImAE AR E M T B R AE Lk vt 1 G CI>F>

CF;>Br=CH;
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2,

= /‘:3: - ,?ﬁ ;lj ;{/‘T'i 4';0 :I"lfl"’ﬁ;lj i,AJ—"S" TNF-a Eg );_} NF-xB /_é:, 'E_;IRPTEF'J :';‘ A

WY1104
WY1108
WY1109
WY1105
WY1106
WY1107
WY1102
WYI1103
WYI1116
WYI1110
WYI111
WYI1112
WYI1113
WYI1114
WYI1115
WY1121
WY1120
WYI1117
WY1123
WY1122

WYI1119
WYI1118
WY1124

7
Ok
XY N

3,4,5-OCH;

2-CH;;4,5-OCH;
2,5-OCH;;4-Cl
3-CF;, 5-CF;
3-CF;, 5-CF;
3-CF;, 5-CF;
3-CF; , 5-CF;
3-CF;, 5-CF;

1a: % CL1-0 % w5 $A3T 50uM JE & # P

73

Fr gl % (%)°

74 + 83
108 +5
44+ 52
41 £57
9436
76 + 29
69 £ 22
113 £15

107 £ 18
1712
217+ 24
117+2




422 % = &7

BE PR B A & R CHy $0 e B e 5 B R 4 3 501
BECH; P~ R a4 58 28B4+ 9 OCH; frda T = av
P EINO PR BRI RIEL T F AT R BIFIB IR (£ )
B U R BT B ek ol T o

F IR 0 B OCHs B~ 4 5L % PFE 4 $rdlse %k
(WY1209) » 5 7 R LT+ & § BT PrdlFfiamcsk » %R a4
B WH~-FfcCH; B~ » S5 T afrisck » P I 2P 3+
AP RBFr B IRk o 8- HFF AT FGBR AR L B 0 ¥
oA S PR RO Aa23 488 P AunE e F h0OCH;
e @ F it 4 INO B~ > 5 OCH; vt e 4 5L 8 PFE 5 v
(WY1209) » e £ 27 IMD-0354 #p ez, © H frd|sc %k g £ o

g% - k57 WY1104> & R’ =52 851 % 12 OCH3 B~ & 4 )
Pk 0 FHER O H 24500 % 11 OCH; 1 BB~ > LI F $304r
Flek g A (8% 5 RREET I EIFE o FENM T KRES

PP CH; 3t drdl s i g OCH; sz 58+ o
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N F D kR T $8 TNF-o 3% % NF-xB & 404 % %

WY 1203
WY 1204
WY 1209
WY 1206
WY 1207
WY 1205
WY1208
WY 1201
WYI1210
WY1202

Ta:#* CLI-0 * f& 0% 33 50uM jE B # 8

75

Fril 5 (%)

-60 £ 53
=77 £ 150
307 + 28
-13+£9
-53+11
-35+£23
24+ 1
-62 £ 27
-58+5
-47+9




423 % = &7

e s 2 kAP B rda ke B A At A AN(R 1)
FE R IFLEE 1 CH B~ > @ R 4 5L B (5 0k 7 amilef 5
FLi= %) OCH; 82 NO, B~ » LR T & 5 Frd| B fhamcsk - % K
FR OHSEEENOBREF &4 Frfock s B8R HSEEF
X CH;~F-HE A madrdsadk > P LT3 A a0 45
L o N ERlE AR TR e v M NO B R S 6 5L
B o 7R FrdlE gk 0 BF U NO B 0 % A R s S BT
S 4ralEi
% 4 ¥ = k74 $ 43 TNF-0 3% % NF-xB /& 2384 F %

7 N\ I Dpn

H

$o ) 5 (%)

WY 1403 -114+ 18
WY 1401 97+9
WY 1402 -474 + 10
WY 1404 -306 £ 0
WY 1405 413 £58
WY 1406 - -159 + 197

1a:#* CLI-0 % f& 0% 33 50uM jE B # 8
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Bem s N Z ke RE- B (D)L ELEZ kA AR
B AT B AL G G P T WA R F AR 3L
CHyB~tipr > :e R R 3B 45,8 24287+ A(CH; ~ F ~ H) » >0 Fr4)
Mk T RBE B MBHE RISk > KA T fFER D
R HABEE L NOB R EF(WYL107 22 WY1405) > &4 - ~ = 5 7]
IR o B FrliEgock o 2o R 4508 5 OCH;
B pE(WY1209) 0 AP 8 F &% =k Flehd B G drdloe s o a7
fPigdp® M TP NH b & 42002 = 5 2 389 4175 10 S bl 4 o

B WYL405 2 2 FHh230 2t P9 &L G drfrak anit £ 4 o
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$— 23

Hp ] % (%)’

=%

2 7 504 F AR 2 47 A M # TNF-0 3548 NF-xB & v 40 5] £ %

091 (%)

Ikl (%) "

WY 1104
WY1108
WY 1109
WY1105
WY1106
WY 1107
WY1103
WYI1116
WY 1102

74 £ 83
-108 £5
-44 + 52
-41 £ 57
-9 =36
76 =29
-113 £ 15
45+6
-69 £ 22

a: #HA CL1-0 AF 7 %a fo k7 SOUM IR B A3

WY1203
WY1204
WY1209
WY1207
WY1205
WY1208
WY1201
WYI1210
WY1202

60 £ 53
_77 + 150
307 + 28
53+11
35+23
24+ 1
62 £27
58+5
479

WY 1406
X
WY 1403
WY 1405
WY 1402
WY1404
WY 1401

X

X
-159 £ 197

X
-114 £ 18
413 =58
-474 £ 10
-306 =0
97+£9
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AT EZ kA& 2E Y o FREFFH PP AL > TR
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S5 SR i WA
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yu0l

exp4 stdlh

SAMPLE
date Mar 11 2008
solvent cbc13
file exp

ACQUISITION

sfrq 300.066
tn H1
at 3.413
np 32768
SW 4800.8
fb 2600
bs 4
tpwr 55
pw 6.2
di 0
tof 723.5
nt 16
ct 16
alock n
gain not used

FLAGS
il n
in n
dp y
hs nn

DISPLAY
sp -598.8
wp 4800.8
vs 32
sC 0
wC 250
hzmm 19.20
is 500.00
rfl 598.8
rfp 0
th 2
ins 100.000
nm cdc ph

DEC. & VT

dfrq 300.065
dn Hi
dpwr 30
dof 0
dm nnn
dmm c
dmf 200
dseq

dres 1.0
homo n

PROCESSING

1b 0.10
wtfile

proc ft
fn 65536
math f
werr

wexp

wbs

wnt

OH

Iz

OH

2.304
2.0538

1.253

—1.334
1.373
---1.286

1.239

~—0.879

0.856

-0.000

[—
4.08

bt by
5.98 9.28.49
14.083.45

9.05
5.8619.86

¥ 1B

E

2-hydroxy-N-(2-hydroxyphenyl)benzamide(WY1101) &

1

Y

E

)
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WY1101

expl0 s2pul OH mu_
SAMPLE DEC. & VT O
date Jun 22 2008 dfrgq 599.938 -~
solvent cDCi3 dn H1 Z
file exp dpwr 37 _I_
ACQUISITION dof 0 O—I—
sfrq 150.870 dm nyy
tn C13 dmm ¥
at 1.000 dmf 10101 odo
np 79374 dseq -de
sw 40000.0 dres 1.0 g~
fb not used homo n ~r] o
bs 16 DEC2 ~rpr~
tpwr 56 dfrqz 0 r
pwW 6.0 dn2
d1 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 c
ct 432 dmf2 10000
alock n dseq2
gain 58 dres2 1.0
FLAGS homo2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn  proc ft
DISPLAY fn not used
sp -1508.6 math f
wp 34696.0
vs 417 werr
sC 0 wexp
we 250 whs
hzmm 138.79 wnt
is 500.00
rfl 15654.3
rfp 11615.7
th 131
ins 100.000
nm c¢dc ph
Pn.ﬂ?ﬁcﬁ
AL B N B B B LIS L L Y L LI LA I A B B B S B I B LN S B L L L B B LA I L N 0 L I B |
200 180 160 140 120 100 80 60 40 20 ppm

¥ 1B

E

Bz 2 2-hydroxy-N-(2-hydroxyphenyl)benzamide(WY1101)#%
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i

E

SPEC: 1eiB429 REG 01:50.5
Samp: wys-1-1 Start : 10:33:11
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM
Oper: Inlet :
Base: 121.0 1845308 Masses: 45 > 550
Norm: 121.0 9484086 #peaks: 3103
Peak: 5.00 mmu
Data: +/18>37
|
_ : _ E+06
100 1.85
80
| 109.1 OH .O.
! C.
N
: OH
60
40
i 229.1
| mm.,p |
20
1 93.0
| mq._H 80.1 122.0
4 53.0 ‘:.._H §| Hm“_F.H 211.1
. 50.0 7_7 : ; 97.1 7 135.1  154.1 183.1 195.1 l223.1 230.1
- . __: 1 l :___ﬁ_ “,_,___,__47 ,_ f__;_ ___.__T:_‘_ _“_:.:_.__, gl _m _., _.__ Iy . ,—___d;,p L ﬁll_ r_, |_, _
50 100 150 200

89

# 3 2-hydroxy-N-(2-hydroxyphenyl)benzamide(WY1101) &

¥

i)



Lo-02-02

|
exp2 stdilh O mm,
ol
SAMPLE DEC. & VT 11
date Jun 10 2008 dfrq 300.065 O
solvent CDC13 dn H1 ~
file exp dpwr 30 7_
ACQUISITION dof 0 _I_
sfrq 300.066 dm nnn
tn H1 dmm c
at 3.413 dmf 200
np 32768 dseq
sw 4800.8 dres 1.0
fb 2600 homo n OI&
bs 4 PROCESSING
tpwr 55 1b 0.10
pw 6.2 wtfile
dl 0 proc ft
tof 723.5 fn 65536
nt 16 math f
ct 16
alock n werr
gain not used wexp
FLAGS whs
il n wnt
in n
dp ¥
hs nn
DISPLAY
sp -601.9
wp 4800.8
vs 159
sc 0
we 250 o
hzmm 19.20 -
is 403.03 -
rfl 601.8 o
rfp 0
th 9
ins 100.000
nm cdc ph
)
S L mw B o H « o
CoNDI NG 4
PR’ am ~ . ped >
IR K 3
L]
L_PEE
Tﬁ
Lﬁ # , ¥
T T T T T 1 T T # T T 7 T T T T T T T T LI T T T _ T T T T _ T T T T T T L ﬁ T T—T H T T «...ﬂllﬂ\IA..wﬁl.\ailﬂ T !j «l_l-l‘lﬂ
13 12 11 10 8 7 6 5 4 3 2 -0 -1 ppm
L o
6.89 30.43 23.86
30.85 7.97

)

2

Py

de(WY1102)

i

¥ 4 3-methyl-N-phenylbenzam

E

)
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WY1102
expll s2pul

SAMPLE DEC. & VT
date Jun 22 2009 dfrg 599.938
solvent CDC13 dn H1
file exp dpwr 37 O
ACQUISITION dof 0 n
sfrq 150.870 dm nyy
tn C13 dmm w O
at 1.000 dmf 10101 coo :Z
np 79974 dseq age
sw 40000.0 dres 1.0 Nen H
b not used homo n N
bs 16 DEC2
tpwr 56 dfrq2 0
pw 6.0 dn2
di 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 c
ct 160 dmf2 10000
alock n dseq2
gain 58 dres2 1.0
FLAGS homo2 n
i1 n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn  proc ft
DISPLAY fn not used
sp -1508.6 math f
wp 34696.0
vs 111 werr
sc 0 wexp
wC 250 whs
hzmm 138.79 wnt
is 500.00
rfl 15658.0
rfp 11615.7
th 103
ins 100.000
nm cdc ph
Jal " 4l R AP " " bl L dd ALl IRTTOY PP I W TR ER T} aas g bl ) e Ll b
i bppe VS nsiups bty s Novtpipngiviy bl A e e T ]
L e e e e T LB L LB I e e e B S T L |
200 180 160 140 120 100 80 60 40 ppm

¥ 1)

G

5 3-methyl-N-phenylbenzamide(WY 1102)#%
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SPEC: 1lei8425 23-Apr-09 REG 00:37.4
Samp: WYS1-9 Start 11:17:35
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM
Oper: Inlet
Base: 119.1 Inten 4910702 Masses: 45 > 300
Norm: 119.1 RIC 13261993 #peaks: 1060
Peak: 5.00 mmu
Data: +/7>29
_ |
119.1 _ E+ 06
100 4 4.91
1 O
80 *N
. H
60
1 91.1
7
40 - NHH_.H
i 65.1
20 1
i 120.1
=<0
- 51.0 89.1 92.1
| i
4 45.5 62.0 77.1 104.6 128.1 139.1 152.1 180.1 195.1
Rt lt _ 1L, _ .| _ _ , |
g et iy " e —7
50 100 150 200

=31

2

A& 6 3-methyl-N-phenylbenzamide(WY1102) &

E

)
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LO-03-02

™~
o~
expd stdih <
o~
SAMPLE DEC. & VT O_I_
date Apr 11 2008 dfrg 300.065 0 3 o
solvent CDC13 dn H1 -3
file exp dpwr 30 [ o o
ACQUISITION dof 0 O p=
sfrq 300.066 dm nnn ~ e
tn H1 dmm c Z =
at 3.413 dmf 200 _l_
np 32768 dseqg
SW 4800.8 dres 1.0
fb 2600 homo n
bs 4 PROCESSING
tpwr 55 1b 0.10
pw 6.2 wtfile O_I_w
di 0 proc ft
tof 723.5 fn 65536
nt 16 math f
ct 16
alock n werr
gain not used wexp
FLAGS whs
il n wnt
in n -
dp y >4
hs nn .
DISPLAY <
sp -598.2 f
wp 4800.8
vs 126
sc 0
we 250
hzmm 19.20
is 500.00 -«
rfl 598.2 ® o
rfp 0 Jﬁ ~
th 6 ~ M
ins 100.000 r~ .
nm cdc ph m
~
-
~
~
=4
@
wn
Lol
L e R S L A B s e T I e T T T
13 12 11 10 8 7 -0 -1
Ly Yy g L
46887 .88 18.98 6.17
6121382 .96 20.28

#

i

de(WY1103)

i

7 3-methyl-N-p-tolylbenzam

;H’:

E

)
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WY1103

- =]
- @
expl0 s2pul i o~ O O_l_m_
~ O W
SAMPLE DEC. & VT e~ 11
date Jun 22 2009 dfrg 598.838 L O
solvent CDC13 dn H1 & IZ
file exp dpwr 37
ACQUISITION dof 0 I
sfrg 150.870 dm nyy
tn C13 dmm W
at 1.000 dmf 10101
np 79874 dseq
sw 40000.0 dres 1.0 O_l_
fb not used homo n w
bs 16 DEC2
tpwr 56 dfrq2 0
pw 6.0 dn2
dl 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 c
ct 176 dmf2 10000
alock n dseq2
gain 58 dres2 1.0
FLAGS homo2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp -1508.6 math f
wp 34696.0
vs 122 werr
sc 0 wexp
weC 250 wbs
hzmm 138.78 wnt
is 500.00
rfi 15656.7
rfp 11615.7
th 106
ins 100.000
nm c¢dC ph
e T L T
LN N N A S B L L B | T T T T LI B R L B T T L] T LI L L B L B i |
200 180 16 148 120 100 a0 60 40 20 ppm

¥ 1]

2

jid
~
o
e
—
—
>
z
Q
H.m
£
<
N
o=
O
=
=
o
T
™
-
>~
-
~—
Q
3
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o0
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SPEC:
Samp:
Mode:
Oper:
Base:
Norm:
Peak:
Data:

100

80

60

40

20

1eig419 22-Apr-09 REG 00:46.7 #9
wys-1-2 Start 23:56:42 203
ETI +VE +LMR BSCAN (EXP) UP LR NRM
Inlet
119.1 Inten : 11990294 Masses: 45 > 300
119.1 RIC 30732285 #peaks: 939
5.00 mmu
+/9>20
119.1 _ E+ 07
1.20
CH
0O 3
m
~
N
_I_
CHj;
91.1
|
225.1
65.1
.1
63.0 77.1 92.1 106.1
51.0 [ B 132.0 152.1 165.1 180.1 194.1 208.1 239.1
) PSSR M R 1 i _ _ ! % _ ! _
, {HL el L L s e e T IR e
50 100 150 200

=31

2

& 9 3-methyl-N-p-tolylbenzamide(WY1103) &

E

)
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STANDARD 1H OBSERVE

~
O S
exp2 stdih 1 I
SAMPLE DEC. & VT OI
date Jun 12 2008 dfrq 300.065 Z
solvent CDC13 dn H1
file exp dpwr 30 _|_
ACQUISITION dof 0 OCH;
sfrq 300.066 dm nnn
tn H1 dmm c
at 3.413 dmf 200
np 32768 dseq O_l_w
sw 4800.8 dres 1.0
fb 2600 homo n
bs 4 PROCESSING
tpwr 55 1b 0.10
pw 6.2 wtfile
dl 0 proc ft
tof 7283.5 fn 65536
nt 16 math f
ct 16 °
alock n werr ~
gain not used wexp @
FLAGS whbs ™
il n wnt
in n
dp y
hs nn
DISPLAY
sp -601.9
wp 4800.8
Vs 134
sc 0
wC 250 ©
hzmm 19.20 2
is 500.00 .
rfl 601.9 o
rfp 0
th 7
ins 100.000
nm c¢dc  ph
-
S .. 8Os
[ ] Tm e @
%OIBMH%M.I_?J -2 M =4
ﬁnlyyf.L enns =3
© @ © _ ' @ o 0_
T T T _ T T T T _ T T T 7 T T T T 7 7 T T T 7 T T T T ‘ T T T T _ T T T T ﬁ T T T _ T
13 12 11 10 9 a8 7 6 5 4 =0
L Ll v —
12.77 6.78 14.30 18.
7.602.995.84 20.61

#

i

de(WY1104)

i

10 N-(2-methoxyphenyl)-3-methylbenzam

E

)
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Wy-1104

o 0o w
- O W
exp31 s2pul e~
™~ M~ 0 O
SAMPLE DEC. & VT L 11
date Sep 14 2009 dfrg 599.938 O
solvent CDC13 dn H1 ~
file exp dpwr 37 N
. rno:HwH._.Hmz 870 mow 0 _I_
sfrq 150. m nyy
tn ci3  dmm w OCH;
at 1.000 dmf 10101
np 79974 dseq
sw 40000.0 dres 1.0
fb not used homo n O_l_w
bs 16 DEC2
tpwr 56 dfrq2 0
pw 6.0 dn2
di 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 [+
ct 304 dmf2 10000
alock n dseq2
gain 58 dres2 1.0
FLAGS homo2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp -1508.6 math f
wp 34696.0
vs 135 werr
sc 0 wexp
we 250 whbs
hzmm 138.79 wnt
is 500.00
rfl 15655.5
rfp 11615.7
th 83
ins 100.000
nm cdc ph
" " Al " L
LI L s B L B e T T T T T T ™ LI O e T
200 180 160 140 120 100 80 60 40 20 ppm

¥ 1B

E

N-(2-methoxyphenyl)-3-methylbenzamide(WY 1104)z:

¥ 11

E

)
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SPEC: 1ei8736 03-Jul-09 REG : 01:52.0 #9
Samp: WyY1104 Start : 09:33:39 444
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM
Oper: Inlet :
Base: 119.1 Inten : 2843320 Masses: 45 > 400
Norm: 119.1 RIC 8415011 #peaks: 145
Peak: 1000.00 mmu
Data: +/53>91
_ _
119.1
ks
1 0
-~
l b
80 OCHs4
] CHs
60 — Np_u..m
] 91.1
!
40 -
20 - mm.,H
] 92.1 120.
(e F2l-1
4 52.1 89.1
] mHF, 77,1 95.1 124.1 154.1 167.1 180.2 196.2 210.2 225.2
L M T L S r
___, A 1 DR 1111 iy . B - s e IO — e
50 100 150 200 250

)

%

# 12 N-(2-methoxyphenyl)-3-methylbenzamide(WY 1104) &

E

)
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LO-05-01

exp3 stdlh
SAMPLE DEC. & VT
date Apr 11 2008 dfrq 300.065
solvent CDC13 dn H1
file exp dpwr 30
ACQUISITION dof 0
sfrg 300.066 dm nnn
tn H1 dmm 4
at 3.413 dmf 200
np 32768 dseq
sw 4800.8 dres 1.0
fb 2600 homo n
bs 4 PROCESSING
tpwr 55 1b 0.10
pw 6.2 wtfile
dl 0 proc ft
tof 723.5 fn 65536
nt 16 math f
ct 16
alock n werr
gain not used wexp
FLAGS wbs
Md n wnt
n n
dp y o
hs nn R
DISPLAY o< i~
sp -597.8 ~a ™
wp 4800.8
vs 152
sc 0
we 250
hzmm 19.20
is 189.09
rfil 597.8
rfp 0
th 8
ins 100.000
nm cdc ph

11.324

2.467

-=0.000

)

B

2

7.418
7.414
7.260

0.071
&

1.566

de(WY1105)

7.253
7.248
7.229
7.224
7.220
7.201
7.186
1
99

1.253

,
13 12 11 10 9 8 7
- o s
7.38 7.06 15.86
7.38 24.18 6.36

13 3-methyl-N-(2-nitrophenyl)benzam

¥
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WY1105

exp28 s2pul

77.210
22000

=]
I
~
SAMPLE DEC. & VT ~ O
date Sep 14 2009 dfrq 599.938 ﬁ\ﬁ 11
solvent €DC13 dn H1 ﬁw
file exp dpwr 37
ACQUISITION dof 0 v&
sfrq 150.870 dm nyy _I—
tn C13 dmm w 7QAU
at 1.000 dmf 10101 2
np 79874 dseq
swW 40000.0 dres 1.0
b not used homo n
bs 16 DEC2 OIm
tpwr 56 dfrg2 0
pw 6.0 dn2
di 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 26000 dmm2 [
ct 240 dmf2 10000
alock n dseq2
gain 58 dres2 1.0
FLAGS homo2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp -1508.6 math f
wp 34696.0
vs 265 werr
scC 0 wexp
we 250 wbs
hzmm 138.79 wnt
is 500.00
rfl 15653.7
rfp 11615.7
th 110
ins 100.000
nm cdc ph
" o TR " " PO T Iy
. ~ Mk R o A B Yo
L I e e e T A T T T LN 2 e e T
200 180 160 140 120 100 80 60 40 20 ppm

¥ 1)

de(WY 110584 2

i

14 3-methyl-N-(2-nitrophenyl)benzam

E
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SPEC:
Samp:
Mode:
Oper:
Base:
Norm:
Peak:
Data:

100

80

60

40

20

1eiB8738 03-Jul-09 REG 02:20.2 #9

wWy1105 Start 10:42:27 527

EI +VE +LMR BSCAN (EXP) UP LR NRM

Inlet :

119.1 Inten 19855462 Masses: 45 > 300

119.1 RIC : 47230244 #peaks: 197

1000.00 mmu

+/69>119

I _
- 119.1 — E+ 07

1.99

1 (@]

. C
- -~

N

| NO,

| CHs
N 91.1

i mmm;m

4 wwoﬁm

. 65.1 HTM.O..H

R 63.1 90.1

g 52.1 77.1 105.1 137.1 152.1 167.1 180.2 207.2 211 226.2

RO /N S S T S S s N S
50 100 150 200 250

i

de(WY1105) 573

i

15 3-methyl-N-(2-nitrophenyl)benzam

a2

E

i)
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LO-06-02 .
expl stdlh ZON M
(=1
SAMPLE DEC. & VT
date May 16 2008 dfrgq 300.065
solvent CDC13 dn H1 O
file exp dpwr 30 1
ACQUISITION dof 0
sfrg 300.066 dm nnn OJ
tn H1 dmm c Z
at 3.413 dmf 200
np 32768 dseg H
swW 4800.8 dres 1.0
fb 2600 homo n
bs 4 PROCESSING
tpwr 55 1b 0.10
pw 6.2 wtfile
d1 0 proc ft
tof 723.5 fn 65536
nt 16 math f
ct 16
alock n  werr
gain not used wexp
FLAGS whs
il n wnt
in n
dp Y
hs nn
DISPLAY
sp -598.9
wp 4800.8
vs 168
sc 0
we 250
hzmm 19.20
is 500.00
rfl 598.9
rfp 0
th 11
ins 100.000
nm cdc ph
@ o 0
¢ & gSQ
. - A °
SMWS ew s 3
- D o . o
A e o s
Do | o~ ﬁ
_EE%L Lﬁ P\\r >;r.
T T T _ T T _ T T T T T T T T _\ T T T _ T T T — T T T — T T T T T * T T T T 7 T T # T T T _ T T T T
13 12 11 10 9 8 6 5 2 1 -0 -1 ppm
B e ! -
2.892.88B.3523 9.52
32.38.02.91 62.53

#

s

de(WY1106)

i

16 3-methyl-N-(3-nitrophenyl)benzam

E

i)
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NO,

WY1106
oo w
- oW
exp34 s2pul Ner~
NS O
SAMPLE DEC. & VT Dl 1
date Sep 14 2003 dfrg 599.938
solvent cDC13  dn H1 Ol
file exp dpwr 37 N
ACQUISITION dof 0
sfrq 150.870 dm nyy _l_
tn C13 dmm W
at 1.000 dmf 10101
np 79974 dseq
sw 40000.0 dres 1.0
fb not used homo n CH
bs 16 DEC2 3
tpwr 56 dfrg2 0
pw 6.0 dn2
di 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 [
ct 288 dmf2 10000
alock n dseq2
gain 58 dres2 1.0
FLAGS homo2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp -1508.6 math f
wp 34696.0
Vs 137 werr
scC 0 wexp
we 250 whs
hzmm 138.79 wnt
is 500.00
rfl 15654.3
rfp 11615.7
th 60
ins 100.000
nm cdc ph
AN Y A e Wy PP VR et Vil i ,.nitti
L B Y I o | LI B B B e T LI LI I B B B T T T T T LN L I N B
200 180 160 140 120 100 80 60 40 20 ppm

¥ 1)

de(WY1106)54 3

i

17 3-methyl-N-(3-nitrophenyl)benzam
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SPEC: 1eiB8740 03-Jul-09 REG 03:43.9 #9
Samp: WY11l06 Start : 11:26:24 453
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM
Oper: Inlet :
Base: 119.1 Inten : 6581264 Masses: 45 > 300
Norm: 119.1 RIC 14469096 #peaks: 157
Peak: 1000.00 mmu
Data: +/119>170
_ |
B 119.1 _ E+ 06
100 6.58
] NO,
80 m
] C.
| N
H
60 - CH,
i m“_.,.p
40 -
20
i 65
| 120.1
L2y
1 63.1 .1
4 51.1 |_ o 104.6 137.1 152.1 65.1 180.2 209.2 226.2 240
|} l _ AL , ! r— W _ B
{ S e T ! T T et ma— e
50 100 150 200

=41

2

A 18  3-methyl-N-(3-nitrophenyl)benzamide(WY1106) &

E

i
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L0-07-01

™~
exp2 stdilh O ©
SAMPLE DEC. & VT i ~
date May 16 2008 dfrqg 300.065
solvent CDC13 dn H1 OI
file exp dpwr 30 Z
ACQUISITION dof 0
sfrq 300.066 dm nnn _l_
tn H1 dmm c
at 3.413 dmf 200
np 32768 dseq
sw 4800.8 dres 1.0 o
fb 2600 homo n CH S
bs 4 PROCESSING 3 3
tpwr 55 1b 0.10 @
pw 6.2 wtfile
d1 0 proc ft
tof 723.5 fn 65536
nt 16 math f
ct 16
alock n werr
gain not used wexp
FLAGS wbs
il n wnt
in n
dp y
hs nn
DISPLAY
sp -598.9 -
wp 4800.8 © o w
vs 128 s, REReed
sc 0 0 % ~
we 250 IR SN
hzmm 19.20 - o?a.ﬁ..s \zv.b\t\_
is 500.00 owe ST
rfl 598.9 oo amq_,sﬂ
rfp 0 o * |
th 14 «°
ins 100.000
nm cdc ph .
~
o
=
o~
~
w
-
| <
w
o
-
Qk ) o
U v, g
T T T ":1., T T 7 T T _ T T T T H T T T T — T T T T 7 T T T T T _ T _ _ T
13 12 11 10 ) 7 1 -0 -1 ppm
Rl o bl —_t Y
13.614.3H0 21.55 3.73
7.096.923.81 11.50

)

&

‘:2‘

trophenyl)benzamide(WY1107) &

-n1

19 3-methyl-N-(4

;H’_,

E

)
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wy1107 ode ZOM
~dwo
exp30 s2pul o~ O
~rw [ 1]
SAMPLE DEC. & VT ~rf~ O
date Sep 14 2009 dfrg 599.938 L ~
solvent €DC13 dn H1 N
file exp dpwr 37 _I_
ACQUISITION dof 0
sfrg 150.870 dm nyy
tn C13 dmm w
at 1.000 dmf 10101
np 79974 dseq
sw 40000.0 dres 1.0 O_l_”w
b not used homo n
bs 16 DEC2
tpwr 56 dfrg2 0
pw 6.0 dn2
dil 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 c
ct Povts  dmf2 10000
alock n dseq2
gain 58 dres2 1.0
FLAGS homo2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp -1508.6 math f
wp 34696.0
vs 201 werr
sc 0 wexp
wC 250 wbs
hzmm 138.79 wnt
is 500.00
rfi 15654.3
rfp 11615.7
th 101
ins 100.000
nm cdc ph
s . " - i - " " . PL— “ - & ek
hd b y T i) T B nhande e Ak . i o ad al Akl
LN I B B L L A L B Y T T T LB LB B L B T T T T LI N N L B L L L B B B B |
200 180 160 140 120 100 80 60 40 20 ppm

¥ 1)

de(WY1107)84 2

i

trophenyl)benzam

-n1

4
g
<
>
=
—
]
3
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S
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SPEC: lei8742 03-Jul-09 Elapse: 00:56.3 30
Samp: Wy1107 Start : 13:13:03 1950
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM
Oper: Inlet :
Base: 119.1 Inten : 14444800 Masses: 45 > 300
Norm: 119.1 RIC 31415612 #peaks: 230
Peak: 1000.00 mmu
[ |
119.1
100 7 i muﬁmm
1 NO,
80 | O
m
~
| N
| H
60 - CH;
| 91.1
40
207 256.2
i 65,1
1 63.1 92.1
4 1 e
51.1 __ 76.1 :_ HOM.H 121.1 152.1 167.1 180.2 198.1 209. 226 240.2 _
i s L ' ' — 7 == =
T a T T T T T T _ T T T _ T T T T T i ¥ L T _ T T T T T T _ T
50 100 150 200 250

)

2

3-methyl-N-(4-nitrophenyl)benzamide(WY 1107) &

% 91

‘::,

i)
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LO-08-03

expl stdih
SAMPLE
date Jun 18 2008
solvent CcDC13
file exp
ACQUISITION
sfrqg 300.066
tn H1
at 3.413
np 32768
SW 4800.8
fb 2600
bs 4
tpwr 55
pw 6.2
d1l 0
tof 723.5
nt 16
ct 16
alock n
gain not used
FLAGS
il n
in n
dp y
hs nn
DISPLAY
sp -598.2
wp 4800.8
Vs 44
scC 0
we 250
hzmm 19.20
is 500.00
rfi 598.2
rfp 0
th 2
ins 100.000

nm cd¢ ph

DEC. & VT
dfrq 300.065
dn H1
dpwr 30
dof 0
dm nnn
dmm c
dmf 200
dseq
dres 1.0
homo n
PROCESSING
1b 0.10
wtfile
proc ft
fn 65536
math f
werr
wexp
wbs
wnt

CHg

3.827

O

o=
r
I=

2.422

N

OCH;

1.624

0.072

e
3.886.D0.61 7.49
11.32.8806

#

i

de(WY1108)

i

22 N-(3-methoxyphenyl)-3-methylbenzam

E

)
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wY1108
exp28 s2pul

77.214
77.000

\_76.790

OCH;

SAMPLE DEC. & VT O
date Dec 21 2009 dfrg 589.838 11
solvent CDC13 dn H1 O
file exp dpwr 39 ~

ACQUISITION dof 0 Z
sfrg 150.870 dm nyy _I_
tn Cl3 dmm W
at 1.000 dmf 13889
np 79974 dseq
wﬁ 40000.0 dres 1.0
not used homo n

bs 16 DEC2 OIw
tpwr 56 dfrq2 0
pw 6.0 dn2
dl 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 c
ct 688 dmf2 10000
alock n dseq2
gain §8 dres2 1.0

FLAGS homo?2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft

DISPLAY fn not used
sp -1508.6 math f
wp 34696.0
vs 132 werr
sc 0 wexp
we 250 wbs
hzmm 138.79 wnt
is $00.00
rfi 15658.6
rfp 11615.7
th 104
ins 100.000
nm cdc ph

. : . ) ) _
LA L I B O L L B B B B T T T | NN It R N O Y B T | LN N L B I
200 180 160 140 120 100 80 60 40 20 ppm

¥ 1)

2

23 N-(3-methoxyphenyl)-3-methylbenzamide(WY 1108)z:
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SPEC: 1leiB8743 03-Jul-09 REG 03:09.8 #9
Samp: Wy1108 Start 14:14:10 1992
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM
Oper: Inlet
Base: 119.1 Inten : 58480732 Masses: 45 > 300
Norm: 119.1 RIC 150268770 #peaks: 255
Peak: 1000.00 mmu
Data: +/101>156
_ _
119.1 _ E+07
100 5.85
80
- OCH3 241.2
60 m_u.
] C.
| N
H
40 CHj3
| 91.1
20
i 120.1
| 65.1
4 52.1 79.1 95.1 123.1 154.1 168.1 182.1 197.2
! ! | = | | | |
1 N i i L Auid
——1 I B S s ey it T e e LA t T
50 100 150 200 250

=31

G

:# 24 N-(3-methoxyphenyl)-3-methylbenzamide(WY 1108) &

)
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L0-09-2

hid ~
=4
exp3 stdih OOIw S 3
SAMPLE DEC. & VT ) @ T
date May 16 2008 dfrq 300.065 1
solvent CDC13  dn H1 C
file exp dpwr 30 IZ
ACQUISITION dof 0
sfrq 300.066 dm nnn H
tn H1 dmm c
at 3.413 dmf 200
np 32768 dsen
SW 4800.8 dres 1.0
fb 2600 homo n
bs 4 PROCESSING OIw
tpwr 55 1b 0.10
pw 6.2 wtfile
d1 0 proc ft
tof 723.5 fn 65536
nt 16 math f -
ct 16 o
alock n werr -
gain not used wexp o~
FLAGS whs
il n wnt
in n
dp y
hs nn
DISPLAY
sp -600.6
wp 4800.8
Vs 146
sGC 0 2
we 250 3
hzmm 19.20 P
is 500.00 1
rfl 600.6
rfp 0
th 42 |
ins 100.000 o aw
wn e
nm cdc ph N M qo ©
~e™ e ®
{-3
20
w
2l |
e ™ i
o |
t
CQLF P | .ﬁr
T T T _ T T T T _ T T T _ T T 4 T T T T T T _ T _ T T T _ T T T T T T T - T T T 7 T T T T
13 12 11 10 8 7 6 4 1 =0 -1 ppm
S L b o L el
452@%.01 15.87 3.00
S18616 10.34 15.45 20.44

#

i

de(WY1109)

¥ 25 N-(4-methoxyphenyl)-3-methylbenzami

E

)
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wY1109 0O OOIw
exp29 s2pul o 1
- ® C
SAMPLE DEC. & VT oo~ ~
date Dec 21 2008 dfrg 599.338 ~o© N
soivent CDC13  dn H1 ~a ™ _I_
file exp dpwr 39 D.\_
ACQUISITION dof 0
sfrg 150.870 dm nyy "
,:m 1 mWw msﬁ Emmﬂ .
a . m
np 79974 dseq CH,
sw 40000.0 dres 1.0
fh not used homo n
bs 16 DEC2
tpwr 56 dfrq2 0
pw 6.0 dn2
di 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 c
ct 224 dmf2 10000
alock n dseqg?
gain 58 dres? 1.0
FLAGS homo2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp -1508.6 math f
wp 34696.0
vs 116 werr
sC 0 wexp
wC 250 wbs
hzmm 138.79 wnt
is 500.00
rfl 15658.6
rfp 11615.7
th 87
ins 100.000
nm cdc  ph
| — —
|
ANt i o Ao o U el i Lot o N by Wi iy VARt e B s A s
_,,___Agmuq,__,.._.__.,jjjj—\d.ﬁ_.,,f_ _.___ _—__ﬁ _7._ ___ﬁ,_,‘_____d_n__ﬁ_____v__
200 180 160 140 120 100 80 60 40 20 ppm

¥ 1]

%

N-(4-methoxyphenyl)-3-methylbenzamide(WY 1109)#:

¥ 26

E

)
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SPEC: leiB744 03-Jul-09 REG 03:17.0 #9
Samp: Wy1109 Start : 15:16:16 505
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM
Oper: Inlet :
Base: 119.1 Inten : 12134865 Masses: 45 > 300
Norm: 119.1 RIC 33701820 #peaks: 170
Peak: 1000.00 mmu
Data: +/105>149
[ _
119.1
100 _ E+ 07
1.21
7 OCH
] 0 3
~
1 N
80 H
) O_l_w
i mpuw.m
60
40 - m“_..*p
20 1
4 65.1 120.1
g
g 89.1 95.1 122.1
- 52.1 66.1 . 106.1 134.1 154.1 168.1 180.2 197.2 212.2 224.2
| ol I , I I M , , [
. WI | EPUOUOUOTTV PO |11} i RINTS L j . . o i . i :
50 100 150 200 250

)

G

# 27  N-(4-methoxyphenyl)-3-methylbenzamide(WY 1109) &

E

)

113



L0-10-02

i

de(WY1110)

thoxyphenyl)-3-methylbenzami

1me

114

OCH =3
exp4 stdlh 0 3 o ®
SAMPLE DEC. & VT 1 3_3
date May 16 2008 dfrq 300.065 O
solvent CDC13 dn H1 ~
file exp dpwr 30 Z
ACQUISITION dof 0 _I_
sfrg 300.066 dm nnn
tn H1 dmm [ OOIm
at 3.413 dmf 200
np 32768 dseq
sw 4800.8 dres 1.0
fb 2600 homo n
bs 4 PROCESSING
tpwr 55 1b 0.10
pw 6.2 wtfile
di 0 proc ft
tof 723.5 fn 65536
nt 16 math f
ct 16 ] o
alock n werr i <
gain not used wexp ~
FLAGS whs
il n wnt
in n o
dp y b5
hs nn <
DISPLAY hd
sp -599.2
wp 4800.8
vs 130
sC 0
wC 250
hzmm 19.20 .
is 500.00 2
rfl 598.2 "
rfp 0 ©
th B 23
ins 100.000 o N
nm cdc ph ~~
©
5 o
- H
5| &4 - g
o © @~ . .
8% 1 T
© © ~
ff ; M L ,i_cﬁl ﬁ‘. A A WL
T A T T T _ T T T — T T T 7 T T T T 7 T T T T H T T T m T T T _ T T T T _ T T T u T T T ﬁ T T T A T T T T _ T T T _ T T T T _ T T T T
13 12 11 10 9 8 7 6 5 4 3 2 1 -0 -1 ppm
L w — v
5.440.99 7.96
5.75 3.34 36.42 1.98

28 N-(2,4-d

a2

E

)



wyiiio OOIw
232 0
exp27 s2pul o g~ 1
©

SAMPLE DEC. & VT SRR C.
date Dec 21 2009 dfrg 599.938 N
solvent CDC13 dn H1
file exp dpwr 33 T+

ACQUISITION dof 0 OCH3
sfrg 150.870 dm nyy
tn C13 dmm W
at 1.000 dmf 13888
np 79974 dse
sw 400000 dres 1.0 CHj
fb not used homo n
bs 16 DEC2
tpwr 56 dfrg2 1]
pw 6.0 dn2
di 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 c
ct 1728 dmf2 10000
alock n dseq?2
gain 58 dres2 1.0
FLAGS homo2 n

il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft

DISPLAY fn not used
sp -1508.6 math f
wp 34696.0
vs 183 werr
sc 0 wexp
wC 250 wbs
hzmm 138.79 wnt
is 500.00
rfl 15657.3
rfp 11615.7
th LE
ins 100.000
nm cdc ph

Y J\ "
LN L I A B B | Lo T TTT T T T L T LN N B B B B B e |
200 180 160 140 120 100 80 60 40 20 ppm

¥ 1B

N-(2,4-dimethoxyphenyl)-3-methylbenzamide(WY 1110)#

N
(@
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SPEC: leiB8746 03-Jul-09 REG : 02:50.8 #9
Samp: wyl1110 Start : 16:03:04 464
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM
Oper: Inlet :
Base: 119.1 Inten : 10229253 Masses: 45 > 300
Norm: 119.1 RIC : 33395047 #peaks: 196
Peak: 1000.00 mmu
Data: +/92>133
[ |
119.1 _ E+07
100 14 1.02
| 271.3
80 - |
] OCH;
1 0
11
4 Ol
60 - H
1 OCH;
1 OIm
40
| 91.1
20
1 mm._u. 152.1
4 92.1 122.1 _
4 52.1 79.1 r 107.1 138.1 155.1 179.1 196.2 224.2 240.2 255.2 273.3
RN TR TR 1 M M 1 o I
,:, SUTL] FURSUNTT [ PR | ___ , ,_: .k__: IO N o ﬁ,_ — . r— SR — il . I
50 100 150 200 250 300

i

=

E

# 30  N-(2,4-dimethoxyphenyl)-3-methylbenzamide(WY1110) &

E

)
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LO~11-02

exp3 stdlh 3
SAMPLE DEC. & VT
date  Nov 19 2008 dfrg 300.066 O
solvent CD30D dn uu = Y
file exp dpwr 0 ooy
ACQUISITION dof 0 2”383 C.
sfrg 300.067 dm nnn QNwm . N
tn H1 dmm c o @ ]
at 3.413  dmf 200 @ H
np 32768 dseq OO_I_w
sw 4800.8 dres 1.0
Mc ch“ =oso_unonmmmmzm :
s
tpwr 57 1b 0.10 CHs
pw 6.2 wtfile
dl 0 proc ft
tof 723.5 fn 65536
nt 64 math f
ct 64
alock n werr
gain not used wexp
FLAGS wbs
il n wnt <
in n ~
dp Y .
hs nn < b
DISPLAY <
sp -601.5 o~
wp 4800.8
vs 107
scC 0
wC 250
hzmm 19.20
is ' 197.83
rfl 1581.7
rfp 990.2
th 3 ,
ins 100.000 |
nm cdc ph - {
oY
W m
),
o
~
m!
_ &F’gr}{rt _ Lcrrr;. i .
LA N L A B N S R A B T B I B B | LA S B B L L L L L A L B A B
13 12 11 10 3 7 4 3 1 -0 -1 ppnm
L oy Py L
55288 6.27 19.45 13.52
6.082.09 6.06 19.42

)

2

N-(2,5-dimethoxyphenyl)-3-methylbenzamide(WY1111) 2

¥ 31

)
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Wri11

exp23  s2pul
SAMPLE
date Dec 21 2009
solvent CD30D
file exp
ACQUISITION
sfrg 150.870
tn C13
at 1.000
np 79974
5 40000.0
fb not used
bs 16
tpwr 56
pw 6.0
dl 0.500
dz 1.500
tof 2500.0
nt 20000
ct 256
alock n
gain 58
FLAGS
il n
in n
dp Y
hs nn
DISPLAY
sp -1508.9
wp 34696.0
Vs 136
sc 0
wC 250
hzmm 138.79
is 500.00
rfi 11218.3
rfp 7391.9
th 84
ins 100.000

nm cdc ph

DEC. & VT
dfrq 599.941
dn H1
dpwr 39
dof 0
dm nyy
dmm W
dmf 13889
dseq
dres 1.0
homo n
DEC2
dfrg2 0
dn2
dpwr2 1
dof2 0
dm2 n
dmm2 c
dmf2 10000
dseq2
dres2 1.0
homo2 n
PROCESSING
b 3.00
witfile
proc ft
fn not used
math f
werr
wexp
whbs
wnt
LI e e e
180

0=0
49.000
48.858

49.142

I=z

¥ 1)

B

de(WY1111)82

1

118

thoxyphenyl)-3-methylbenzam

1mc

# 32 N-(2,5-d

¥
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SPEC: 1eiB8747 03-Jul-09 REG : 02:58.1 #9
Samp: wyllll Start : 16:25:56 473
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM
Oper: Inlet :
Base: 119.1 Inten : 80350160 Masses: 45 > 300
Norm: 119.1 RIC 239020916 #peaks: 252
Peak: 1000.00 mmu
Data: +/95>147
_ ﬁ
_ 119.1 B+ 07
100 203
| mi._.m
OCHjs
80
1 @]
- C
-
- N
OCH,
60
] CH,
40
1 91.1
20
g mm._“_. mp@.m 256.2
. 63.1 79.1 92.1 138.1 154.1 168.1 196.2 224.2 273.
I | ! r _ A L
. __:. kit _L _,,_ I lu ,_V _;r _,_. T — 1 — ] T __ . _
50 100 150 200 250 300

i

=

2

4 33 N-(2,5-dimethoxyphenyl)-3-methylbenzamide(WY1111) &

E

)
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0.071

-0.000

LO-12-02
OCH3
exp? stdlh
SAMPLE DEC. & VT 0 OOIw
date May 20 2008 dfrq 300.065
solvent CDC13 dn H1 11
file exp dpwr 30 O
ACQUISITION dof 0 ~ o~
sfrqg 300.066 dm nnn Z ©
tn H1 dmm c H @
at 3.413 dmf 200 ®
np 32768 dseq o
Sw 4800.8 dres 1.0 o
fh 2600 homo n "
bs 4 PROCESSING O
tpwr 55 1b 0.10 T_w
pw 6.2 wtfile '
d1l 0 proc ft
tof 723.5 fn 65536
nt 16 math f
ct 16
alock n werr
gain not used wexp
FLAGS whs
i1 n wnt
in n
dp y
hs nn
DISPLAY =
sp -599.1 8
wp 4800.8 i
vs 238 «
sc 0
wC 250
hzmm 19.20
is 500.00
rfi 589.1
rfp 0
th 27
ins 100.000
nm cdc ph
42
58 z
7702 -
s Bt
NI
o
®o% =
©ow " ©
7:7.? ﬁ
|
P}QC L - ﬁLr L
¥ T T — T T 7 T T T _ T T T \—‘ T T T H T T T T ﬁ T T T _ T T T T _ T T T T * T T T T
13 12 11 10 8 7 6 5 4
WY Wy - s
55144.32 6.16 17 .36
5.8256 5.75 36.98

¥ 1B

N-(3,4-dimethoxyphenyl)-3-methylbenzamide(WY1112) &

¥ 34

i)
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wWY1112

exp30 s2pul

SAMPLE
date Dec 21 2009
solvent CcDC13
file exp
ACQUISITION
sfrg 150.870
tn C13
at 1.000
np 79974
SW 40000.0
fb not used
bs 16
tpwr 56
pw 6.0
d1l 0.500
d2 1.500
tof 2500.0
nt 20000
ct 160
alock n
gain 58
FLAGS
il n
in n
dp y
hs nn
DISPLAY
sp -1508.6
wp 34696.0
vs 143
sc 0
we 250
hzmm 138.79
is 500.00
rfl 15658.0
rfp 11615.7
th 77
ins 100.000

nm cdc ph

DEC. & VT
dfrq 599.838
dn H1
dpwr 39
dof 0
dm nyy
dmm W
dmf 13889
dseq
dres 1.0
homo n
DEC2
dfrq2 0
dn2
dpwr2 1
dof2 0
dm2 n
dmm2 c
dmf2 10000
dseq2
dres2 1.0
homo2 n
PROCESSING
1b 3.00
wtfile
proc ft
fn not used
math f
werr
wexp
whs
wnt

@]

OCH,
OCH;

77.210
77.000
76.790

¥ 1B

de(WY1112)#

thoxyphenyl)-3-methylbenzami

1me

% 35 N-(3,4-di

E

)
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SPEC: 1lei8749 03-Jul-09 REG 03:11.0 #9
Samp: wylll2 Start : 17:25:16 1274
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM
Oper: Inlet :
Base: 119.1 Inten : 1743878 Masses: 45 > 300
Norm: 119.1 RIC 4933581 #peaks: 150
Peak: 1000.00 rumu
Data: +/103>179
_ 119.1 _ E+ 06
100 1.74
80 - OCH;,
| OCH;4
O 3
- -— .
l O.Z
60 - H
- CHj
40 .l
20
| 65.1
E _ Hmw‘w
{s1.1 69.1 22.1 125.1 169.0 181.1 207 231.1  254.2 273.3
| o I | | r | | |
_: T ] T _._._ : Wl A o § _:14 e . — Ly e
50 100 150 200 250 300

i

E

# 36 N-(3,4-dimethoxyphenyl)-3-methylbenzamide(WY1112) 8"

E

i)
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L0-13-02

© -
expS stdih P OOIm
™ oM
SAMPLE DEC. & VT
date Jun 20 2008 dfrq 300.065 o OO_I_w
solvent CDCI3 dn H1
file exp dpwr 30 1
ACQUISITION dof 0 C
sfrgq 300.066 dm nnn
tn H1 dmm c Z OO_I_w
at 3.400 dmf 200 H
np 32646 dseq
Sw 4800.8 dres 1.0
fb 2600 homo n
bs mm . PROCESSING
tpwr b 0.10 ~
pw 6.2 wtfile o CHs
dl 0 proc ft .
tof 723.5 fn 65536 ”
nt 1 math f \_
ct 1
alock n werr
gain not used wexp
FLAGS whs
il n wnt
in n
dp y
hs nn
DISPLAY
sp -585.4
wp 4800.8
Vs 140
sC 0 .
wC 250 =
hzmm 19.20 <
is 500.00 NP o~
rel 595.4 aax
rfp 0 e
th 6 N~ W
ins 100.000 i
nm cdc ph
~
&~
n o™
«
~
o ~
o
2 L]
r~
(=]
el <
o =1
o .
. o
«©
" :rl\ﬁ .Lr A g { w
T T T _ T T T T _ T T T _ T ¥ _ T T _ T T T T _ T ﬁ T T .m T T T T T T _ T _ T _ T T T
13 12 11 10 8 7 4 3 1 -0 -1 pp
e i b byt
4.86 10.270.50 15,41
10.5a .07 47.39

i

de(WY1113)

thoxyphenyl)benzami

-trime

% 37 3-methyl-N-(3,4,5

)
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WY1113 OOIw
223
exp26 s2pul N~ ﬁvhw_l_m
~rf w
SAMPLE DEC. & VT ~ g~ O
date Dec 21 2009 dfrq 589.938 11
solvent cDC13  dn H1 C.
ile exp dpwr 33
ACQUISITION nwﬁ 0 N OOIm
sfrq 150.870 dm nyy H
tn Cl3 dmm W
at 1.000 dmf 13889
np 79974 dseq
wﬂ Aooao.m n.,mm 1.0
not use omo n
bs 16 DEC2 OI@
tpwr 56 dfrq2 0
pw 6.0 dn2
di 0.500 dpwr2 1
dz 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 c
ct 320 dmf2 10000
alock n dseq2
gain 58 dres2 1.0
FLAGS homo2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft
DISPLAY n not used
sp -1508.6 math f
wp 34696.0
'H 154 werr
sc 0 wexp
we 250 wbs
hzmm 138.79 wnt
is 500.00
rfi 15657.3
rfp 11615.7
th 89
ins 100.000
nm cdc ph
. Llgay " Lk e i Db e\ i ooy B ueibdod il b ...L " yron A Lk yr " g du i data
i by tn gy L AP MY " gt i il ¥ ¥ 4 " Mt iy Ay a
LIS L O A S A L O A R LI B | T T LN L L B L L B B TT T T LA (L O L L B N L
200 180 16 140 12 100 a0 60 40 20 ppm

=45

imethoxyphenyl)benzamide(WY 1113)# 7

-trime

% 38 3-methyl-N-(3,4,5

E

)
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SPEC: 1lei8750 03-Jul-09 REG : 03:10.7 #9
Samp: wyll13 Start : 18:05:37 932
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM
Oper: Inlet :
Base: 119.1 Inten : 4051748 Masses: 45 > 400
Norm: 119.1 RIC 11742616 #peaks: 199
Peak: 1000.00 mmu
Data: +/87>157
_ _
~ 119.1 _ E+ 06
100 4.05
| OCH3
80 OCH
0 3
7 L]}
] C.
| N OCHj 301.3
H _
60
1 CHj;
40
| m“_._.“_.
20
| 286.2
E 65.1 Hmw.w _
g 63.1 69.1 97.1 124.1 140.1 169.1 194.1 207.1 226.2 254.2 269.2
s T X R R S N S SO A Sl N
50 100 150 200 250 300

i

E

# 39 3-methyl-N-(3,4,5-trimethoxyphenyl)benzamide(WY 1113) &

E

)
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LO=-14-02 OOI@
expl stdlh OO_I_
SAMPLE DEC. & VT e} 3
date Nov 7 2008 dfrqg 300.065 1
solvent CDC13 dn H1
file exp dpwr 30 C.
ACQUISITION dof 0 Z
sfrq 300.066 dm nnn .
tn H1  dmm c H <
at 3.413 dmf 200 CH ®
np 32768 dseq 3 ™
swW 4800.8 dres 1.0
b 2600 homo n
bs 4 PROCESSING
tpwr 57 1b 0.10 OIw
pw 6.2 wtfile
d1 0 proc ft
tof 723.5 fn 65536
nt 64 math f
ct 64
alock n werr %
gain not used wexp ®
FLAGS wbs o o
il n wnt _/ ~
in n o
dp Yy
hs nn
DISPLAY
sp =-46.9 ®
wp 4217 .4 =
Vs 102 ~
scC 0
wC 250
hzmm 16.87
is 257.98
rfl 599.1
rfp 0
th 5
ins 100.000
nm cdc ph
023 2
TomNw;m =)
@™~ m L N .
@D OM .l o
LS B . 1
- q(- ™~ w o~
~ ELL o 2
Ana( = <
Mwed - <
~ ~ 7“
? ) U
| A J L
T T T H T T T _ T T T T _ T T _ T _ T T 7 T T T _ T T T _ T i T T T T _
13 12 11 10 8 7 6 4 ppm
Lyt e Ly Sy
5.4566.35 32.85 15.78
5.2341 5.23 15.43

i

de(WY1114)

thoxy-2-methylphenyl)-3-methylbenzami

1me

# 40 N-(4,5-di

)
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wyi114 OOIm
=q43
exp31 s2pul o d e~ OOI
Nl o 0 3
SAMPLE DEC. & VT ~rf r~
date Dec 21 2009 dfrg 599.938 _/ 1
solvent CDC13 dn H1 C
file exp dpwr 39 ~
ACQUISITION dof 0 7‘
sfrg 150.870 dm n
tn Ci3 dmm <ﬂ —I— OI
at 1.000 dmf 13889 3
np 79974 dseq
wﬁ amoea.u qum 1.0
not use omo n
bs 16 DEC2 O—l_m
tpwr 56 dfrgq2 0
pw 6.0 dn2
d1 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 c
ct 480 dmf2 10000
mEnx n dseq2
gain 58 dres2 1.0
FLAGS homo2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp =1508.6 math f
wp 34696.0
vs 184 werr
sc 0 wexp
we 250 whs
hzmm 138.79 wnt
is 500.00
rfl 4042.8
rfp 0
th 89
ins 100.000
nm cdc ph
L A R A ol A Sl s .L?Li% v Aot
UL L AL O N S B L R B LA LI I L LN I 0 L B | LA RN B e LI L e B |
200 180 160 14 120 100 80 60 40 20 ppm

N-(4,5-dimethoxy-2-methylphenyl)-3-methylbenzamide(WY 1114)8% 2% B8]

¥ 41

E

)
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i

E

SPEC: 1lei8751 03-Jul-09 REG : 03:24.8 #9
Samp: wylll4 Start : 18:50:32 716
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM

Oper: Inlet :

Base: 119.1 Inten : 2181664 Masses: 45 > 400

Norm: 119.1 RIC ;6982322 #peaks: 171

Peak: 1000.00 mmu
Data: +/96>132

B 119.1 _E+06
100 2.18
| OCH3;
1 OCH
80 0 3
| 1]}
| O,Z Nm_m.w
) H
CH3
60 -
] CHj
40 - 1.1
20 166.1
65.1 92.1
53.1 0.1 | 109.1 |23 150 169.1 192.1 2 240.2 270.
bl i N ! ! L

# 42 N-(4,5-dimethoxy-2-methylphenyl)-3-methylbenzamide(WY1114) &

E

)
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LO-15-02

expd  stdih CHj
SAMPLE DEC. & VT O_
date Nov 19 2008 dfrg 300.065 o
solvent CDC13 dn H1 1
file exp dpwr 30
ACQUISITION dof 0 C.
sfrq 300.066 dm nnn Z
tn H1 dmm [ _I_
at 2.000 dmf 200
np 15204 dseq OCH g o ~
sw 4800.8 dres 1.0 3 N @ S
fh 2600 homo n b w ™ e
.wm mm b —uwonmmezmo 10 M
pwr . A
pw 6.2 wtfile O_l_w o
di 1.500 proc ft
tof 723.5 fn 65536
nt 64 math f
ct 64
alock n  werr
gain not used wexp
FLAGS whbs
il n wnt
in n
dp y
hs nn
DISPLAY
sp -589.8
wp 4800.8
vs 132
sc 0
wC 250 o
hzmm 19.20 =
is 500.00 -
ﬂﬂd 599.8 - <
r 0 -
th’ 8 s889
ins 100.000 0 e
nm cdc ph 7v @
— i <
M < Mm., o~ o 5
s 295 oo
s -~
7# I~
LP/.E ;_; ‘c A 2 o Cf H \LF.,[JF
T T T _ T T T T _ T T T » T T T T ~ T T T T 7 T T T i T T ~ T T 7T T T T 7 T T ~ _ T L
13 12 11 10 7 6 4 1 -0 -1 ppm
it e v ! iy e
A H 5.11 4.85 15.24 13.25
0.00 5.210.03 16.49 16.28 4.22

#

i

de(WY1115)

i

¥ 43  N-(4-chloro-2-methoxy-5-methylphenyl)-3-methylbenzam

]
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wWY1115 OI@
Jowm
exp6 s2pul N o~ O_
r~r© O
SAMPLE DEC. & VT ™~~~
date Dec 18 2008 dfrg 599 938 r []]
solvent CDC13  dn H1 O
file exp dpwr 39 IZ
ACQUISITION dof 0
sfrg 150.870 dm nyy —I_
tn C13 dmm W OOI
at 1.000 dmf 13889 3
np 79974 dseq
SW 40000.0 dres 1.0
fb not used homo n
bs 16 DEC2 OI@
tpwr 56 dfrq2 0
pw 6.0 dn2
dl 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 c
ct 176 dmf2 106000
alock n dseq2
gain 58 dres?2 1.0
FLAGS homo2 n
il n PROCESSING
in n b 3.00
dp y wtfile
hs nn  proc ft
DISPLAY fn not used
sp -1508.6 math f
wp 34696.0
vs 143 werr
sc 0 wexp
weC 250 wbs
hzmm 138.79 wnt
is 500.00
rfil 15656.7
rfp 11615.7
th 84
ins 100.000
nm cdc ph
L e O B B B T L B T L B T L L S B L A B
200 180 16 140 120 100 80 60 40 20 ppm

)

B

de(WY1115)8

i

¥ 44  N-(4-chloro-2-methoxy-5-methylphenyl)-3-methylbenzam

E

)
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SPEC: 1lei8752 03-Jul-08 REG 01:31.2 #9
Samp: wylllb Start : 19:16:38 543
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM
Oper: Inlet :
Base: 119.1 Inten : 6829450 Masses: 45 > 400
Norm: 119.1 RIC : 17851134 #peaks: 241
Peak: 1000.00 mmu
Data: +/42>95
‘ |
119.1
= e
] CHgz :
1 Cl
1 @]
11
l C.
_ N
80 H
| OCH3
] CHs
60
40 - mwo_.m
J mp._p
20
B mm._w
p 51.0 89.1 107.1 121.1 140.1 172.1 194.2 207.1 238.2 258.2
R RO U | Y RSO0 | A P b _ _ d AL
_ T T T i T _ ¥ J 1 v v _ v T A T T T T T T T T T 7 T ! T T _
50 100 150 200 250 300

)

2

# 45  N-(4-chloro-2-methoxy-5-methylphenyl)-3-methylbenzamide(WY 1115)

E

)
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LO-16-02

=]
exp5 stdilh 0 M..
SAMPLE DEC. & VT T a
date Nov 19 2008 dfrg 300.065 O
solvent CDC13 dn H1 |
file exp dpwr 30 Z
ACQUISITION dof 1] I
sfrg 300.066 dm nnn
tn H1  dmm [
at 3.413 dmf 200
np 32768 dseq
SwW 4800.8 dres 1.0
fb 2600 homo n O_I_w
bs 4 PROCESSING
tpwr 57 1b 0.10
pw 6.2 wtfile
d1 0 proc ft
tof 723.5 fn 65536
nt 64 math f
ct 64
alock n werr
gain not used wexp
FLAGS wbs
il n wnt
in n
dp \4
hs nn
DISPLAY o
sp -600.0 S
wp 4800.8 .
vs 132 <
sc 0
wC 250
hzmm 19.20
is 500.00
rfl 600.0
rfp 0
th 6 ]
ins 100.000 $a= o~
nm cdc ph S e~ 5
~ ~ 0.
)
=
«©
~
o
(=]
w
-l
. )
T T _ T T T _ T T T k T T _ T _ T T T 7 T T T T T T T 7 _ T
13 12 11 10 8 7 -0 -1 pp
ik L
7.8%.27 16.87
8.286.47 25.68

i

de(WY1116)

i

¥ 46 N-(4-fluorophenyl)-3-methylbenzam

)
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WY1116

expl? s2pul

SAMPLE
date Dec 17 2009
solvent cpcis
file exp

ACQUISITION

sfrg 150.870
tn Cc13
at 1.000
np 79974
sW 40000.0
fb not used
bs 16
tpwr 56
pw 6.0
di 0.500
d2 1.500
tof 2500.0
nt 20000
ct 752
alock n
gain 58

FLAGS
i1 n
in n
dp y
hs nn

DISPLAY
sp -1508.6
wp 34696.0
Vs 149
sc 0
wC 250
hzmm 138.79
is 500.00
rfl 15656.1
rfp 11615.7
th 64
ins 100.000

nm cdc ph

77.214
27.000

—

76.790

CHs

O

Iz

DEC. & VT
dfrg 599.938
dn H1
dpwr 39
dof 0
dm nyy
dmm W
dmf 13889
dseq
dres 1.0
homo n
DEC2
dfrq2 0
dn2
dpwr2 1
dof2 0
dm2 n
dmm2 c
dmf2 10000
dseq2
dres?2 1.0
homo?2 n
PROCESSING
1b 3.00
wtfile
proc ft
fn not used
math f
werr
wexp
whs
wnt
LI e
180 160

i

2]

¥

de(WY1116)&%

i

¥ 47 N-(4-fluorophenyl)-3-methylbenzam

E

i)
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SPEC:
Samp:
Mode:
Oper:
Base:
Norm:
Peak:
Data:

80

60

40

20

lei8753 03-Jul-09 REG : 05:27.7 #9
wyllé Start : 19:50:01 294
EI +VE +LMR BSCAN (EXP) UP LR NRM
Inlet :
119.1 Inten : 980141 Masses: 45 > 300
119.1 RIC 2614252 #peaks: 150
1000.00 mmu
+/177>213
_
113.1 _ E+05
9.80
F
0]
mm
-~
N
H
CH,
.1
mm;H
120.1
Lad
69.1 munw 92.1
51.1 _ 75.1 ﬁww.w 131.0 147.1 169.0 181.1 198.2
SN O A | | i 7 |
. n_ N—) P o " _ 11 1 — i T ey T f T
50 100 150 200

i

E

# 48 N-(4-fluorophenyl)-3-methylbenzamide(WY1116) &

E

)
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LO-59-1

CF;

o~
exp2 stdih g3
SAMPLE DEC. & VT oo
date Mar 4 2010 dfrq 300.065 O
solvent CDC13 dn H1 -
file exp nvﬂﬁ 30 =S
ACQUISITION do 0 .
sfrg 300.066 dm nnn Z O_Hw s
tn Hi dmm c H q\_
at 3.413 dmf 200
np 32768 dseq
sw 4800.8 dres 1.0
fb 2600 homo n
bs 4 PROCESSING U0
tpwr 57 1b 0.10 Cl o0
pw 6.2 wtfile @
di 0 proc ft w
tof 723.5 fn 65536 “
nt 16 math f -
ct 16
alock n werr
gain not used wexp ’
FLAGS wbs
il n wnt
in n
dp N
hs nn
DISPLAY
sp -600.3
wp 4800.8
vs 173
sc 0 -
we 250 “R0T S
hzmm 19.20 NG
is 500.00 N
rel 600.3 o~ W~
rfp 0 TS ~
th 2 S
ins 100.000 ~"
nm cdc ph
T
o~
o -
(=1 -
- =]
P )
[~
1
Ly
\\\
o I -
[ AN I A Bt | 1 T L LI A R R B R B B B B LA R L A S B S B S B T T T 1]
13 12 11 10 8 7 6 5 4 3 1 -0 -1 ppm
Yo Ly
24.0821238453
111812840

)

(trifluoromethyl)phenyl)-3-chlorobenzamide(WY 1117) &

1S

49 N-(3,5-b

E

)
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wWY1117

exp5 szZpul

SAMPLE
date May 19 2010
solvent cDC13
file exp

ACQUISITION

sfrg 150.869
tn c13
at 1.000
np 79974
sw 40000.0
fb 22000
bs 16
tpwr 56
pw 6.0
di 0.500
dz 1.500
tof 2500.0
nt 20000
ct 2320
alock n
gain 58

FLAGS
i1 n
in n
dp y
hs nn

DISPLAY
sp -1508.7
wp 34696.0
vs 352
sC A 0
we 250
hzmm 138.78
is 500.00
rfl 15650.6
rfp 11615.7
th 5
ins 100.000

nm cdc ph

dpwr 39
dof 0
dm nyy

dmm W

dmf 13889
dseq

dres 1.0
homo n

DEC2

dfrq2
dn2
dpwr2
dof2
dm2
dmm2
dmf2 1000
dseq2
dres2
homo2

PROCESSING
b 3.00
wtfile
proc ft
fn not used
math f

-
Jeo o0soer o

werr
wexp
whs
wnt

135!
—
T \_132.450

\_130.387

~118.904
——118.111

N—127.401
\_125.172

77.214
22..000

-
\_.76.790

Cl

I=

CF;

136

4i;1;1;#55};;{5§f113§i§1:k?13 o pzu,f_;ia.-a.Fﬂt%,?_ — kszizg

| LI L L L L L B B N L S LN L L B B I I I D S L O B O N L |

200 180 160 140 120 100 80 60 40 20 ppm

N-(3,5-bis(trifluoromethyl)phenyl)-3-chlorobenzamide(WY 1117) 8% ¥ ¥l

¥ 50

)



SPEC:
Samp:
Mode:
Oper:
Base:
Norm:
Peak:
Data:

1ei9992 24-Mar-10 REG ;. 01:27.4 #9
Wy1117 Start : 15:09:07 209
ET +VE +LMR BSCAN (EXP) UP LR NRM
Inlet :
139.0 Inten : 30750468 Masses: 45 > 400
139.0 RIC . 117589577 #peaks: 333
1000.00 mmu
+/16>44
139.0 E+ 07
3.08
CFj3
0O
N CF
H 3
Cl

wowﬁH 338.0

J

163.0 188.0 213.0 236.0  269.0
A ; A _, el et _ . _
200 300

)

2

N-(3,5-bis(trifluoromethyl)phenyl)-3-chlorobenzamide(WY1117) &

v 51

?

i)
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LO-60-2

expl stdih

Irz

OH

SAMPLE DEC. & VT

date Mar 18 2010 dfrq 300.067
solvent Acetone dn H1
file exp dpwr 30

ACQUISITION dof 0
sfrg 300.067 dm nnn
tn H1 dmm [
at 3.413 dmf 200
np 32768 dseq
sw 4800.8 dres 1.0
b 2600 homo n Cl
bs 4 PROCESSING
tpwr 57 1b 0.10
pw 6.2 wtfile
dl 0 proc ft
tof 723.5 fn 65536
nt 64 math f
ct 64
alock n werr
gain not used wexp

FLAGS whs
il n wnt
in n
dp Y
hs nn
DISPLAY
sp
wp
Vs
sc
wc
hzmm
is
rfi
rfp
th
ins
nm  cdc
LI B B S B B A LD I s s T T T T T
13 12 11 10 9 8 7
S Gl
.15 8.608.B332 8.54
73 8.48.76 8.8516

o0
o =3
w0 o
. o
Y e o~
~wn m
ewg |3
J PV T
QL
D .
o o~
<
o~
1 o
~ o~
~ -
o~ -
. =)
- |
ﬁ
i ]
I |
P— gc&f\l\&?’[ﬁ F
A‘H‘ T T T _ T T 7 T T T T ; T T T T
3 2 -0 -1 ppm
i Y
12.53 3.32
4.569

i

Y

de(WY1118)

i

¥ 52 3-chloro-N-(2-hydroxyphenyl)benzam

)
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) nwg - -
N EIER Eg)
WYL118 N i Bt
« S od
= SRS R
exp3 s2pul o ]
SAMPLE DEC. & VT =
date Jun 18 2010 dfrg 599.939 Z
solvent Acetone dn H1
file exp dpwr 41 H
ACQUISITION dof 0 o_l_
sfrg 150.870 dm nyy
tn C13 dmm W
at 1.000 dmf 13158
np 79974 dseq O_
swW 40000.0 dres 1.0
fb 22000 homo n
bs 16 DEC2
tpwr 60 dfrg? )]
pw 6.0 dn2
di 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2600.0 dm2 n
nt 20000 dmm2 c
ct 912 dmf2 10000
alock n dseq2
gain 58 dres2 1.0
FLAGS homo2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp -1444.5 math f
wp 36(143.2
vs 697 werr
sc . 0 wexp
wC 250 wbs
hzmm 144.57 wnt
is 5/00.00
rfl 8402.7
rfp 95.4
th 120
ins 10/0.000
nm cdc ph
) S seretodeb Ak A —— LS T
o kg g sl L Lol N oy » w T ad L i Rl r "
L L e B e T T L e T T T I (e LN B B 2 e S B R L B e e
2210 200 180 160 140 120 100 80 60 40 20 ppm

¥ 1)

G

jid
~
0
—
—
—
.
2
Q
=
2
N
=
Q
fa)
=
>
=
Q
B
I
<
o
=
e
>
o
N
g
<
o
—
=2
=
?
cn
on
Ve
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SPEC:
Samp:
Mode:
Oper:
Base:
Norm:
Peak:
Data:

100

80

60

40

20

lei0663 10-Jun-10 REG : 05:01.9 #9
wyll1l8 Start : 08:59:23 698
EI +VE +LMR BSCAN (EXP) UP LR NRM
Inlet :
139.0 Inten 3766230 Masses: 45 > 400
139.0 RIC 31318743 #peaks: 242
1000.00 mmu
+/74>89
f
139.0 _ E+06
3.77
N
OH
Cl mww.o
111.0
_
mwﬂo qw 0
pmgw mmuo
247.0
f
137.0 201.0
_
114.0 166.0 203.0 232.0
48.9 ﬁMMw 0 142.0 167.0 194.0 211.0 ﬁll
_ 7 __ Lo L — [ i _ _
] Ji 10| TP TPt B [ , 1 A, L, el Al
50 150 200 250

)

de(WY1118) %

i

54  3-chloro-N-(2-hydroxyphenyl)benzam

a2

E

)
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LO-61-1

exp2 stdilh

Ir=z

i

W

a2

i

7.409
1.608
0.071
141

7.261

=-0.000

fluoromethyl)phenyl)benzamide(WY 1119)

—1.256

1

SAMPLE DEC. & VT
date Mar 4 2010 dfrg 300.065
solvent CDC13 dn H1
file exp dpwr 30
ACQUISITION dof 0
sfrq 300.066 dm nnn
tn H1 dmm c
at 3.413 dmf 200
np 32768 dseq
SW 4800.8 dres 1.0
fb 2600 homo n
bs 4 PROCESSING
tpwr 57 b 0.10
pw 6.2 wtfile
d1 0 proc ft
tof 723.5 fn 65536
nt 16 math f
ct 16
alock n werr
gain not used wexp
FLAGS whs
il n wnt
in n
dp y
hs nn
DISPLAY
sp -600.1
wp 4800.8
vs 37
sC 0
weC 250
hzmm 19.20
is 500.00
rfi 600.1
rfp 0
th 2
ins 100.000
nm cdc  ph
-
o
<
«©
1_,,___,_Aﬁ____ﬁ__ T T
13 12 11 10 8
Ll i L
1RILAP2661
111828091

55 3-chloro-N-(3-(tr

¥

i)



-] OO T MONRNNSMN ™AW =84
w MNOTODRNMNONT ® AWM - o,
wY1113 2 SecamnateaaNe Nen
exp5 szpul 3 R R R e CL
SAMPLE DEC. & VT ﬁﬁ L\_L\\\ﬁk
date May 19 2010 dfrg 599.936 7_
solvent CDC13 dn H1 _|_
file exp dpwr 38
ACQUISITION dof 0
sfrq 150.869 dm nyy
tn C13 dmm W
at 1.000 dmf 13889
np 79974 dseq Cl
sw 40000.0 dres 1.0
fb 22000 homo n
bs 16 DEC2
tpwr 56 dfrq2 0
pw 6.0 dn2
dil 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 c
ct 128 dmf2 10000
alock n dseq2
gain 58 dres2 1.0
FLAGS homo?2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp -1508.7 math f
wp 34636.0
vs 118 werr
sc 0 wexp
weC 250 wbs
hzmm 138.78 wnt
is 500.00
rfl 15653.1
rfp 11615.7
th 5
ins 100.000
nm cdc ph
ASULAL A S L L L O N L L L L L L O L O L IO L |
200 180 160 140 120 100 a0 60 40 20 ppm

56 3-chloro-N-(3-(trifluoromethyl)phenyl)benzamide(WY 1119)# % &

E

)
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)

2

SPEC: 1ei9989 24-Mar-10 REG 01:17.6 #9
Samp: WY1119 start : 12:06:07 458
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM
Oper: Inlet :
Base: 139.0 Inten : 39328140 Masses: 45 > 400
Norm: 139.0 RIC : 127322004 #peaks: 364
Peak: 1000.00 mmu
Data: +/14>47
139.0 B+ 07
100 A 3.93
| O
| N
80 H CF;
| Cl
60
40 -
b pr.o
] mmmﬁo
20
| 75.0
1 49.9 Nm9<o
1 # 74.0 mmmo 114.0 Hhm 0 168.0 187.0 201.0 235.0 263.0 _
_, bt Mt | | _ | n A, r ~|| _ _ __m _,
[ L T ' [ T T f l T I [
50 100 150 200 250 300

143

¥ 57 3-chloro-N-(3-(trifluoromethyl)phenyl)benzamide(WY 1119)

E

7]



LO-62-1

Ir=z

1.566

CF3

0.069

0.000

exp2 stdlh
SAMPLE DEC. & VT
date Mar 11 2010 dfrqg 300.065
solvent CDC13 dn H1
file exp dpwr 30
ACQUISITION dof 0
sfrqg 300.066 dm nnn
tn H1  dmm c
at 3.413 dmf 200
np 32768 dseq
sw 4800.8 dres 1.0
b 2600 homo n
bs 4 PROCESSING
tpwr 57 b 0.10
pw 6.2 wtfile
d1 0 proc ft
tof 723.5 fn 65536
nt 40 math f
ct 40
alock n werr
gain not used wexp
FLAGS whs
i1 n wnt
in n
dp \
hs nn
DISPLAY
sp -600.0
wp 4800.8
Vs 38
scC 0
wC 250
hzmm 19.20
is 500.00
rfi 600.0
rfp o
th 4
ins 100.000
nm cdc  ph
-
-3
o~
r~ .
~ ~
-
o
%{Pllgfkf}ﬁlll
L e e M T T I .
13 12 11 10 8 7
Ly g
22.06 36.45.14
11.0215.49

¥ 1B

E

fluoromethyl)phenyl)-3-fluorobenzamide(WY 1120) &

i

58 N-(3,5-bis(tr

v3

E
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oTm MOLONRTNTANADITWLONAEN Tqo
A Bal -] FMNMOOMMENNSDONANOO S - o
wr1120 ans Se@easagnavea@ing b CF
= Mmoo oML NNNNDOoOODNNDR OO0 T T Iy - “W
exp3  s2pul |23 SRR e e Rala hobs 77M
SAMPLE DEC. & VT _L //E/AC _/ﬁLLX\V
date May 18 2010 dfrq 599.936
solvent CDC13 dn H1
file exp dpwr 39
ACQUISITION dof 0 N
sfrq 150.869 dm nyy
tn C13  dmm W T+
at 1.000 dmf 13889
np 79974 dseq
sw 40000.0 dres 1.0
Tl 22000 homo n
bs 16 DEC2
tpwr 56 dfrq2 0
pw 6.0 dn2
dl 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 c
ct 896 dmf2 10000
alock n dseqg2
gain 58 dres2 1.0
FLAGS homo2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp -1508.7 math f
wp 34696.0
vs 391 werr
sC 0 wexp
weC 250 wbs
hzmm 138.78 wnt
is 500.00
rfi 15650.6
rfp 11615.7
th 6
ins 100.000
nm cdc ph
LA L A N L B L N O L L N B L L B I L B I NN A L L L L L O L L B |
200 180 160 140 120 100 80 60 40 20 ppm

¥ 1B

N-(3,5-bis(trifluoromethyl)phenyl)-3-fluorobenzamide(WY 1120)#

¢ 59

£

i)
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E+ 07

ﬁ 8.82

SPEC: 1ei9990 24-Mar-10 Elapse: 01:38.9 19
Samp: Wy1120 Start : 12:46:13 291
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM
Oper: Inlet :
Base: 123.0 Inten : 88186368 Masses: 45 > 400
Noxrm: 123.0 RIC 185341853 #peaks: 353
Peak: 1000.00 mmu
|
123.0
100 4
CF;
0
80 - N O_Hw
H
F

60

40 7 95.0

20

i 75.0 www.w
) 69.0
49.9 IQ & 122.0 132.0 163.0 188.0 213.0 236.0 253.0 282.0 302.1
ﬂ,_._.._,__.,,.,_...__ﬁ_.___g __._.:_f,_.‘__,,_._‘.___ﬂ. . e ,._f __.
50 100 150 200 250 300 350

i

E

¥ 60 N-(3,5-bis(trifluoromethyl)phenyl)-3-fluorobenzamide(WY 1120) &

E

7]

146



CF3

L0-63-1
exp2 stdih
SAMPLE DEC. & VT
date Mar 18 2010 dfrgq 300.065
solvent CDC13 dn H1
file exp dpwr 30
ACQUISITION dof 0 N CF4
sfrq 300.066 dm nnn H
tn H1 dmm C
at 3.413 dmf 200
npg 32768 dseqg
SwW 4800.8 dres 1.0
fb 2600 homo n
bs a PROCESSING CHs;
tpwr 57 1b .10
pw 6.2 wtfile
d1 0 proc ft
tof 723.5 fn 65536
nt 16 math f
ct 16
alock n  werr
gain not used wexp
FLAGS whs
i1 n wnt
in n
dp Y
hs nn
DISPLAY
sp -599.4
wp 4800.8
Vs 50 2
sC 0 S
we 250 B
hzmm 19.20
is 500.00
rfi 599.4
rfp 0
th 2
ins 100.000
nm cdc ph =
- M.
r~ o
w [
-
—
] o © -
7N%mﬂ34i &
0,0 T O~ I~ .
AP o~ o
) ﬁ ~o S =
; - s
9 L
|
kblfler - .‘ L W
T T _ T T T _ T T T — T T T _ T 4 T T T T 7 T T T T ﬁ T T 7 T T T * T T T T A ¥ T 7 T T T T _ T T T
13 12 11 10 8 7 6 4 3 2 1 -0 -1 ppm
P g W U
16.7811.1%.05 5.33
8.5014.48 26.31

¥ 1B

N-(3,5-bis(trifluoromethyl)phenyl)-3-methylbenzamide(WY 1121) 2

% 61

E

)
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- NN OW T ocoow w
w DEHN~~HDNODWND = oo v
wy1121 - NeoRnACHS NG Nen «
w DDHMONNDNT D ”W-..,o. n
exp5  s2pul a 833833838358 F_L
e a vr Ry
date May 13 2010 dfrq 599.936
solvent CDC13  dn H1
file exp dpwr 41
ACQUISITION dof 0
sfrq 150.868 dm nyy
tn C13 dmm W
at 1.000 dmf 13158
np 79974 dseq CF3
SW 40000.0 dres 1.0
fb 22000 homo n
bs 16 DEC2
tpwr 60 dfrq2 0
pw 6.0 dn2
dl 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n 74
nt 20000 dmm2 < T+
ct 352 dmf2 10000
alock n dseq2
gain 58 dres2 1.0
FLAGS homo2 n
il n PROCESSING
in n 1b 3.00 ﬁu++w
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp -1508.7 math f
wp 34696.0
vs 107 werr
sc 0 wexp
weC 250 wbs
hzmm 138.78 wnt
is 500.00
rfi 4036.2
rfp 0
th 6
ins 100.000
nm cdc ph
. |
j,,.,,..,__,____,a__—__,A____,ﬁ_________—_,,,__________,_,___i____A‘_aqa__ua_a_-—_a_Ag_ﬁa__—_.-_,_____g_q‘—.ﬁgaﬁ__4~_
200 180 160 140 120 100 80 610 40 20 ppm

¥ 1B

(trifluoromethyl)phenyl)-3-methylbenzamide(WY 1121)#%

1S

62 N-(3,5-b

%?

E

)
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SPEC:
Samp:
Mode:
Oper:
Base:
Norm:
peak:
Data:

60

40

20

1ei9991 24-Mar-10 REG 00:41.9 #9
wy1i21 Start : 14:17:48 592
ET +VE +LMR BSCAN (EXP) UP LR NRM
Inlet :
119.0 Inten : 30173354 Masses: 45 > 400
119.0 RIC 66748883 #peaks: 283
1000.00 mmu
+/7>51
[ _
119.0 E+ 07
ﬁ 3.02
CF3
@)
N CFj
I
CHs,
91.0

] 65.0
|
i 328.1
- 50.9 |69.0 92.0 132.0 163.0 188.0 210.0 236.0 5.0 278.1 318.1

| i L | I 1 s _ | I

1 T d T v T L I LI I T T P T T T

50 100 150 200 300 350

i

E

¥ 63 N-(3,5-bis(trifluoromethyl)phenyl)-3-methylbenzamide(WY 1121)

E

7]
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LO-64-1
expd stdlh
SAMPLE
date Mar 16 2010
solvent Acetone
file exp
ACQUISITION
sfrq 300.067
tn H1
at 3.413
np 32768
SW 4800.8
fb 2600
bs 4
tpwr 57
pw 6.2
di ]
tof 723.5
nt 64
ct 64
alock n
gain not used
FLAGS
il n
in n
dp y
hs nn
DISPLAY
sp -603.8
wp 4800.8
vs 89
sc 0
weC 250
hzmm 18.20
is 291.99
rfl 1215.9
rfp 612.1
th 3
ins 100.000

DEC. & VT
dfrgq 300.067
dn H1
dpwr 30
dof 13
dm nnn
dmm [
dmf 200
dseq
dres 1.0
homo n
PROCESSING

b 0.10
wtfile
proc ft
fn 65536
math f
werr
wexp
whs
wnt

©

s

L]

=4

-

.369

8.367

/s

8.343
341
8.003
001
7.978

7.976
7.860
7.857

s

7.832

7.829

7.796

7.793

2.835

2.831
.801

.2

.797
2.794

=

—2.055

f__2.047

TUaw

2.033

2.025

CF;

0.120

=z

CF,

L e
24.18 25.06
21.59 12.33

]

E

(trifluoromethyl)phenyl)-3-(trifluoromethyl)benzamide(WY 1122) &

1S

64  N-(3,5-b

a2

E

)
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Ll

LI N e L 0 e A B L L N L ) L L 0 L AL B B AL B

200 1886 160 140 120 100 80 60 40 20 ppm

=
~ Toobwin “w
2 CF4 EEH] B i
E;Emm coabaao .M.M.\
MOMNRNNN
expd Jepul 0 fg
AMPLE DEC. & VT @\
date |Jun 18 2010 dfrg 599.939 (q\l
solven Acetone dn Hi Z —H —
file exp dpwr 41 —
ACQUISITION dof 0 O 3 Y
sfrq 150.870 dm nyy H
tn C13 dmm w W
at 1.000 dmf 131538
np 79974 dseq 0 /Nv\
sw 40000.0 dres 1.
fb 22000 homo n CF o
bs 16 DEC2 3 .=
tpwr 60 dfrq2 0 m
pw 6.0 dn2 <
dl 0.500 dpwr2 1 N
d2 1.500 dofz 0 N
tof 2500.0 dm2 n D)
nt 20000 dmm2 c
ct 2208 dmf2 10000 o
alock n dseq2 —
gain 58 dres2 1.0 >
HLAGS homo?2 n =
il n PROCESSING ~
in n 1b 3.00 O
dp y wtfile m
hs nn proc ft
DISPLAY fn not used (@]
sp -1508.6 math f o
wp 34696.0 @]
vs 856 werr =]
sc 0 wexp
("4 250 wbs ﬂ
hzmm 138.79 wnt S
is 500.00 e
rfl 8399.0 g
rfp 4495.4 on
A._V.z 67 1
ns 100.000 N
nm cd¢ ph ‘IV.J
g
Q
=
o
~
>
=
=
o
—
S
=
~—
~
wn
o p—
\ | | o
- . ™ " n RIDE |5 re- " ol " \a ki " W
on
I
v
\O
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SPEC: 1ei0667 10-Jun-10 REG : 00:32.5 #9
Samp: wy1122 Start : 11:21:07 279
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM
Oper: Inlet :
Base: 173.0 Inten : 20732888 Masses: 45 > 550
Norm: 173.0 RIC 53884008 #peaks: 347
Peak: 1000.00 mmu
Data: +/6>9
_ _
. 173.0 _ E+07
100 CF, 2.07
| 0
| N CF
80 - H 3
; CF,
i ﬁm_.o
60
40
20
] 95.0
i ! 125.0 382.1
1 49.9 75.0 _ 188.0 228.0 247.0 283.0 303.0 332.0 352.0 401.1
. . T Ll _4 .__ 4 il _ JI - __ .._ __W;_ﬁ_ t ._._ ills .: __ W. __. L _T r .v . _ﬁm . __|i . . . r AL . _% ,
100 200 300 400

]

B

66 N-(3,5-bis(trifluoromethyl)phenyl)-3-(trifluoromethyl)benzamide(WY 1122) &

E

)
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L0-65-1

1.569

Iz

Br

0.070
l%;ﬁ.nsa
0.011
o7
.006
=0.000

-—--0.082

/
\ e

CF3

exp3 stdlh
SAMPLE DEC. & VT
date Mar 16 2010 dfrg 300.065
solvent CDC13  dn H1
file exp dpwr 30
ACQUISITION dof 1]
sfrg 300.066 dm nnn
tn H1 dmm [
at 3.413 dmf 200
np 32768 dseq
SW 4800.8 dres 1.0
fb 2600 homo n
bs 4 PROCESSING
tpwr 57 1b 0.10
pw 6.2 wtfile
o1 0 proc ft
tof 723.5 fn 65536
nt 64 math f
ct 64
alock n  werr
gain 10 wexp
FLAGS whbs
il n wnt
in n
dp y
hs nn
DISPLAY
sp -599.4
wp 4800.8
Vs 42
SC 0
wC 250
hzmm 18.20
is 500.00
rfil 599.4
rfp 0
th 2
ins 100.000
nm cdc ph
T T 7 T T T T H T T T _ T T T _ T T _ T T T T
13 12 11 10 8
oy
22.2R3L581
23.18.424.64

i

fluoromethyl)phenyl)-3-bromobenzamide(WY 1123)

i

67 N-(3,5-bis(tr

E

)
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™~ e wwen r~ Toogwnn e
@B NG T
SHHNQA Hﬁﬂﬁ M O—Hw Aeodons
g hama o R B
exp5 J2pul 32388 S _/ﬁ\_
$AMPLE DEC. & VT m C | ! O /\
date Jun 18 2010 dfrgq 599.939
solvent Acetone dn H1
file exp dpwr 41
ACQUISITION dof [ N O_um
sfrq 150.870 dm nyy H
tn C13 dmm w
at 1.000 dmf 13158
np 79974 dseq
swW 40000.0 dres 1.0
fb 22000 homo n Br
bs 16 DEC2
tpwr 60 dfrg2 0
pw 6.0 dn2
dl 0.500 dpwr2 1
dz 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 [
ct 1296 dmf2 10000
alock n dseq2
gain 58 dres2 1.0
LAGS homo2 n
il n PROCESSING
in n 1b 3.00
dp y witfile
hs nn proc ft
DISPLAY fn not used
sp -1508.6 math f
wp 34696.0
Vs 991 werr
sc 0 wexp
wC 250 wbs
hzmm 138.79 wnt
is 500.00
rfl 8400.3
rfp 4485.4
th 30
ins 100.000
nm cd¢ ph
|
ORIV NPT I I —
v ’ o e ooy AR Ny e e AN
_._‘4_____,__,_~_ﬁ_#‘_‘____,__ﬁf‘]_“__#______._._,,_,,,_,_,,.___,__,ﬂ_ﬂg_dq___._,._q___g__,A__A_,__.._#._______..
200 180 160 140 1240 100 8¢ 60 40 20 ppm

¥ 1B

fluoromethyl)phenyl)-3-bromobenzamide(WY 1123)z

i

68 N-(3,5-bis(tr

a2

E

)
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SPEC: 1ei0672 10-Jun-10 REG 00:39.5 #9
Samp: wyll23 Start : 13:05:39 41
Mode: EIL +VE +LMR BSCAN (EXP) UP LR NRM
Oper: Inlet :
Base: 182.9 Inten : 18144896 Masses: 45 > 550
Norm: 182.9 RIC 78100340 #peaks: 449
Peak: 1000.00 mmu
Data: +/7>10
_ _
. 182.9 _ E+07
100 1.81
CF;
1 O
80 N CF;
| H
] Br
60
40
J 76.0
| Hmm_m.m
20 - 154.9
N am.m P_.“_._.o
4 69.0 Hop_.o Hum,.o _.m‘o mmm_.o 392.0
1 1 90.0 _ ,%_ 208.0 [236.0 263.0 303.1 3420 382.0 :
._r ..__; -_ b i_: __ | .___ f _,___ . n ﬂ __.._ _. :__. - . . __, . . ’ iy . ,J . u
100 200 300 400

i

E

# 69 N-(3,5-bis(trifluoromethyl)phenyl)-3-bromobenzamide(WY 1123) &

E

)
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L0-66-1

expl stdlh O
SAMPLE DEC. & VT
date Apr 8 2010 dfrq 300.065
solvent CDC13 dn H1 _/_
file sexport/home/~ dpwr 30
vhmrl/vnmrsys/data~ dof 0 _I_
/WYS/10-66-1.Ffid dm nnn
ACQUISITION dmm c
sfrq 300.066 dmf 200
tn H1 dseg
at 8.413 dres 1.0 O_
np 32768 homo n
Sw 4800.8 PROCESSING
b 2600 b 0.10
bs 4 wtfile
tpwr 57 proc ft
pw 6.2 fn 65536
dl 0 math f
tof 723.5
nt 40 werr
ct 40 wexp
alock n  whs
gain not used wnt
FLAGS
il n
in n
dp y
hs nn
DISPLAY
sp -598.5
wp 4800.8
Vs 35
sC 0
wC 250
hzmm 19.20
is 500.00 )
rfl 599.5 &
rfp 0 .
th 6 e
ins 100.000 P
nm cdc  ph 2 °
- e
o
1
¥ n Lr
L L T T T T
13 12 11 19 8 -0 -1 ppm
e e
1112835583
9 2RABA2

#

i

de(WY1124)

i

¥ 70 3-chloro-N-(4-chlorophenyl)benzam

E

)
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o LCO-OOM~ROEN~M oo
<= NOoODOauo N o - oo
wy1124 < anmeedeanan S Cl
- LoTNOIRNLD A o
expld  s2pul 2 ganuassNy H;C; O
SAMPLE pec. a vr | F— L _LLX\_L
date Jun 15 2010 dfrg 599.936
solvent CDC13 dn H1 Z
file exp dpwr 41 _I_
ACQUISITION dof 0
sfrg 150.869 dm nyy
tn Ci3  dmm W
at 1.000 dmf 13158
np 79974 dseq
SW 40000.0 dres 1.0 O_
fb 22000 homo n
bs 16 DEC2
tpwr 60 dfrg2 0
pw 6.0 dn2
dl 0.500 dpwr2 1
d2 1.500 dof2 0 @
tof 2500.0 dm2 n “
nt 20000 dmm2 c Sm
ct 144  dmf2 10000 e
alock n dseq2 <
gain 58 dres2 1.0 -w
FLAGS homo?2 n ~
il n PROCESSING <t
in n 1b 3.00 e\
dp y wtfile —
hs nn proc ft —
DISPLAY fn not used
sp -1508.7 math £ >
wp 34696.0
vs 123 werr W
sC 0 wexp
wC 250 whs d\
hzmm 138.78 wnt -
is 500.00 =
rfl 15653.7
rfp 11615.7 m
th 10 <
ins 100.000 N
nm cdc ph e
]
O
~~
po—
>
o
]
<
o
o
—
o
po—
<=
ﬂ_v
N
1
. <
o
it | i —
Y o
p—
LANLANL I L L L N L [ A S A L I T S [ LS A S B B o | m
200 180 160 140 120 100 80 60 40 20 ppm 1
on
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SPEC:
Samp :
Mode:
Oper:
Base:
Norm:
Peak:
Data:

100

80

60

40

20

#9
112

L

Cl

Cl

I=z

mmmﬂo

229.0 me.H |
1

_ E+ 06
6.37

10-Jun-10 REG :
Start :
EI +VE +LMR BSCAN (EXP) UP LR NRM
Inlet :
Inten : 6370938 Masses:
RIC ;35243250 #peaks:
139.0
111.0
|
141.0
e
99.0
_ 113.0
=
91.0
126.0
_ _ _ 7 ; 151.0 166.
r._;i; 1J_r 111 _;. il __.
100 150

I
250

)

v

e

158

# 72 3-chloro-N-(4-chlorophenyl)benzamide(WY 1124) &

¥

)



L0-21-02

exp6  stdih 3
SAMPLE DEC. & VT -
date Dec 24 2008 dfrg 300.065 5 /
solvent CDC13 dn H1 .
file exp dpwr 30 N
ACQUISITION dof Q
sfrq 300.066 dm nnn
tn H1  dmm c
at 3.413 dmf 200 kn
np 32768 dseq W
sw 4800.8 dres 1.0 1
fb 2600 homo n ™
bs 4 PROCESSING
tpwr 57 1b 0.10
pw 6.2 wtfile
dl 0 proc ft
tof 723.5 fn 65536
nt 16 math f
ct 16
alock n werr
gain not used wexp
FLAGS whs
il n wnt
in n
dp y
hs nn
DISPLAY
sp -606.3
wp 4800.8
vs 115 ™
sC 0 © o
we 250 w2287
hzmm 18.20 NIU.?..I
is 228.11 ™~
rfil 606.3 ”._\~
rfp 0
th ]
ins 100.000
nm <dc ph
=
=
- <
] o
w ]
-
T T _ T T T — T T | T T 13 T _
13 12 11 10

#

i

159

73 (E)-1-methyl-3-(4-methylstyryl)benzene(WY 1201)

a2

¥

)



wy1201
expd4 s2pul

SAMPLE DEC. & VT
date Dec 18 2008 dfrg 599.938
solvent CDC13 dn H1
file exp dpwr 39 =
ACQUISITION dof 0 3 R
sfrq 150.870 dm nyy NS
tn C13 dmm W ~32~
at 1.000 dmf 13889 ~ o
np 79974  dseq f., OIm
sw 40000.0 dres 1.0
fb not used homo n
bs 16 DEC2
tpwr 56 dfrg2 0
pw 6.0 dn2
dl 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 c
ct 352 dmf2 10000
alock n dseq2
gain 58 dres2 1.0
FLAGS homo2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp -1508.6 math f
wp 34686.0
vs 106 werr
sC 0 wexp
wC 250 wbs
hzmm 138.79 wnt
is 500.00
rfl 15658.6
rfp 11615.7
th 78
ins 100.000
nm cdc ph
LA L B L L O L L L T T T T L T [ T T T
200 180 160 140 120 100 30 60 40 20 ppm

¥ 1)

=

74 (E)-1-methyl-3-(4-methylstyryl)benzene(WY 1201)#%

93

E

)
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SPEC: 1ei8755 03-Jul-089 REG : 00:50.4 #9
Samp: WY1201 Start : 20:22:59 705
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM
Oper: Inlet :
Base: 208.2 Inten : 80064024 Masses: 45 > 400
Norm: 208.2 RIC 286406371 #peaks: 294
Peak: 1000.00 mmu
Data: +/23>27
* f
208.2 _ E+07
100 7 8.01
i OT_w
N /
80
] OI@
60
J quﬂw Hmuﬁm
40
20
J 191.2 209.
| 165.1 r
i 89.1 102.1 HHJ.H 152.1 | 194.2
1 51.0 65,1 77.1 | | 116.1 139.1 | 7 ; A 7
. o T 1 PO _; 1 __:_. I _.__._ N ﬂ____ L Ay 1L ___4: 1
50 100 150 200

)

2

# 75 (E)-1-methyl-3-(4-methylstyryl)benzene(WY1201) 5

E

i)
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L0-22-2

exp2 stdilh
SAMPLE DEC. & VT
date Jan 14 2009 dfrg 300.065
solvent CDC13 dn H1
file exp dpwr 30
ACQUISITION dof 0
sfrq 300.066 dm nnn
tn H1i dmm c
at 3.413 dmf 200
n 32768 dse o
mﬁ 4800.8 nﬂmm 1.0 ﬁUT+w W
fb 2600 homo n s
bs 4 PROCESSING
tpwr 57 1b 0.10
pw 6.2 wtfile
di 0 proc ft
tof 723.5 fn 65536
nt 16 math f
ct 16
alock n werr
gain not used wexp
FLAGS whs
il n wnt
in n
dp y
hs nn
DISPLAY S
sp -601.7 =]
wp 4800.8 :
vs 87 oo - <
sc 0 R RNIL R @
we 250 m i~ «
hzmm 19.20 Lr,\_L ~ I~
is 500.00 |
rfi 601.7 w
rfp 0
th 11
ins 100.000
nm cdc ph
Rl %
w
~ 2 ~m
PN g
7_{5./ m
L ﬁ(l " S S r
T m T T _ T ﬁ T T T T T ﬁ T T T _ T T T _ T T T T T T _ BRI B T _ 7 T
13 12 11 10 8 7 6 1 -0 -1 pp
R o
13.53177.86 24.78
30238324

¥ 1B

E

Py

76  (E)-1-methyl-3-styrylbenzene(WY 1202)

a2

E

)
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wY1202

exp3 s2pul

SAMPLE DEC. & VT AN
date Dec 18 2009 dfrq 589,938
‘solvent CDC13 dn H1
file exp dpwr 33
ACQUISITION dof 0
sfrg 150.870 dm nyy
tn C13 dmm W
at 1.000 dmf 13889
np 79974 dseq OIw
sW 40000.0 dres 1.0 = 8
fb not used homo n 40~
bs 16 DEC2 @
tpwr 56 dfrq2 0 ~E~
pw 6.0 dn2 S
dl 0.500 dpwr2 1
dz 1.500 dof2 0 b
tof 2500.0 dm2 n
nt 20000 dmm2 [
ct 192 dmf2 10000
alock n dseq2
gain 58 dres2 1.0
FLAGS homo2 n
i1 n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp -1508.6 math f
wp 34696.0
vs 93 werr
sC 0 wexp
wC 250 whbs
hzmm 138.79 wnt
is 500.00
rfi 15658.0
rfp 11615.7
th 69
ins 100.000
nm cdc ph
vk L ™ . Ak :Yg " " e ...Lkr.rt et - i alidiat
" L s A ey u oy oy v T Lkl T
____—ﬁﬁ«__«——d—.A__*_._“___,__ T ‘__-__.-___—1__m_ _ﬁ_,_ _,._,_ﬂ—__ﬂ_g -*__ _w__ rTrrrr L |
200 180 16 140 120 100 a0 60 40 20 ppm

¥ 1B

E

77  (E)-1-methyl-3-styrylbenzene(WY 1202)#¢

&

¥
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SPEC:
Samp:
Mode:
Oper:
Base:
Norm:
Peak:
Data:

80

60

40

20

1ei8756 03-Jul-09 REG : 00:07.4 #9
Wy1202 Start : 20:49:26 735
EI +VE +LMR BSCAN (EXP) UP LR NRM
Inlet :
194.2 Inten : 66126 Masses: 45 > 400
194.2 RIC : 360857 #peaks: 110
1000.00 mmu
+/2>79
194.2 _ E+04
6.61
NS
qu.w
178.1
CHj; -
mm.w
HmuLM|J
prﬁw Huw.o
115.1 169.0 181.1
quﬁp 77.1 mw.u 152.1
51.0 65.1 82.6 102.1 128.1 139.1
_ il I I A L | _ 1 Al
— el " — e
50 100 150 200

=45

E

# 78 (E)-1-methyl-3-styrylbenzene(WY1202) &

)
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L0-23-2

exp2 stdilh

H;CO

SAMPLE DEC. & VT /
date Feb 19 2009 dfrq 300.065
solvent CDC13  dn H1
file exp dpwr 30
ACQUISITION dof 0
sfrq 300.066 dm nnn
tn H1  dmm [
at 3.413 dmf 200 )
np 32768 dseq ™ @0
Sw 4800.8 dres 1.0 OIm 2 e
fb 2600 homo n - e
bs 4 PROCESSING o
tpwr 57 1b 0.10 ]
pw 6.2 wtfile e
di 0 proc ft o<
tof 723.5 fn 65536 |
nt 16 math f
ct 16
alock n  werr
gain not used wexp
FLAGS wbs |
i1 n wnt _
ﬂM_._ n - |
p Yy ®
hs nn o
DISPLAY
sp -600.3 ©
wp 4800.8 Q
Vs 142 :
sc 0 ~
wC 250
hzmm 19.20
is 500.00
rfl 600.3
rfp 1]
th 4
ins 100.000 ©
nm cdc ph ~
<
o~
0 o
PR
[y —-e s: L
NN n cp o o~
~r e %
\\ K
I
ﬁ;‘.rg JAL N LCEI\? ngF?
T T T — T T T u T T T 7 T T T T 7 T T T v T T 7 T 7 T T T T _ T T T T 4 T TT T A T T T _ T T T T _ T T T T 7
13 12 11 10 7 6 4 3 2 1 -0 -1 ppm
o e o =
11.2811.22 17.53
31.8D1.58 16.58

)

2

s

79  (E)-1-methoxy-2-(3-methylstyryl)benzene(WY1203)

;H’_,

E

)
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o NT ODNBMNNN—-ON-? SO O w o
wn Y OTTODONWDOD - o om ~ (Y]
wY1203 bt R TeEaTTanTIn® Nen = <
w WM POOOMNLONMNO O ~i o w -
w MO NN NNNN - ~ e w o~
exp2 s2pul - R e L ] ﬂ/4¥
SAMPLE DEC. & VT C FEL\ \_ _I_ OO
date May 18 2010 dfrg 599.936 3
solvent CDC13 dn H1
file exp dpwr 313
ACQUISITION dof 0 /
sfrq 150.869 dm nyy
tn C13 dmm w
at 1.000 dmf 13889
np 79974 dseq
sw 40000.0 dres 1.0
fb 22000 homo n
bs 16 DEC2
tpwr 56 dfrg2 0
pw 6.0 dn2 OIw
di 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 C
ct 1040 dmf2 10000
alock n dseq2
gain 58 dres2 1.0
FLAGS homo2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp -1508.7 math f
wp 34696.0
Vs 114 werr
sC 0 wexp
we 250 wbs
hzmm 138.78 wnt
is 500.00
rfl 15658.0
rfp 11615.7
th 18
ins 100.000
nm cdc ph
|- A ,
LA I L N L L O L O N L L L L I L I L AL L L O [ L L L L B L LA B |
200 180 160 140 120 100 80 60 40 20 ppm

¥ 1)

2

80 (E)-1-methoxy-2-(3-methylstyryl)benzene(WY 1203)#%

E

)
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SPEC:

Mode:
Oper:
Base:
Norm:
Peak:
Data:

100

80

60

40

20

lei8757 03-Jul-09 REG : 03:03.1 #9
WYy1203 Start : 21:17:23 785
EI +VE +LMR BSCAN (EXP) UP LR NEM
Inlet
224.2 Inten : 632531 Masses: 45 > 400
224.2 RIC : 1820231 #peaks: 185
1000.00 mmu
+/86>201
224.2 g, 05
6.33
H5CO
NS
CHs,
165.1
91.1 119.1
31 | 105.1 | 178.1 Hﬁ_.m 209.2
65.1 77.1 97.2 _ 131.1 152.1 207.1 wmmw4m
— M JJ ; w Ll ﬁ ;_ w L L L1 A1 Ll __f_ rr:_ :f 1
T e A S e A e s e e B L s me :
50 100 150 200

i

2

(E)-1-methoxy-2-(3-methylstyryl)benzene(WY 1203) &

4 81

E

)
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L0-25-2

exp2 stdlh OOIw
SAMPLE DEC. & VT
date Mar 3 2009 dfrgq 300.065
solvent CDC13  dn H1
file exp dpwr 30
ACQUISITION dof 0 N
sfrgq 300.066 dm nnn
tn H1 dmm c
at 3.413 dmf 200 o
np 32768 dsegq i
sw 4800.8 dres 1.0 B
b 2600 homo n B
bs a PROCESSING o~
tpwr 57 1b 0.10 ~
pw 6.2 wtfile s O_l_m
d1l 0 proc ft ~
tof 723.5 fn 65536
nt 16 math f ~
ct 16 «
alock n werr o
gain not used wexp
FLAGS wbs
il n wnt
in n
dp Yy
hs nn
DISPLAY
sp -602.5
wp 4800.8
vs 154
sc 0
we 250
hzmm 2.53
is 165.90
rfl 602.5
rfp 0 |
th 7 |
ins 100.000 | - ~
nm cdc ph | o ]
= =Y
™ | o
2 2
~ =
— N tﬁ.: [gl\f J
L S L s e B B e 1 T T T T T ™ ™ T
13 12 11 10 7 4 1 -0 -1 ppm
e - L
26.52 6.60 17.19
31.44 18.25

=31

2

s

82 (E)-1-methoxy-3-(3-methylstyryl)benzene(WY 1204)

;H’:

E

)
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wiz0a OCHs

expl6 s2pul

SAMPLE DEC. & VT
date Dec 17 2009 dfrg 599.938
solvent CDC13 dn H1 /
file exp dpwr 39
ACQUISITION dof 0
sfrq 150.870 dm nyy
tn C13 dmm w
at 1.000 dmf 13889
np 79974 . dseq
swW 40000.0 dres 1.0
fb not used homo n OI
bs 16 DEC2 . 3 o=
tpwr 56 dfrq2 0
pw 6.0 dn2 ,qu
d1 0.500 dpwr2 1 i
d2 1.500 dof2 0 v
tof 2500.0 dm2 n w‘
nt 20000 dmm2 [
ct 304  dmf2 10000 —_
alock n dseq2 <t
gain 58 dres2 1.0 (@)
FLAGS homo2 n (@]
i1 n PROCESSING —_—
in n 1b 3.00
dp y wtfile Y
hs nn proc ft
DISPLAY n not used W
sp -1508.6 math f
wp 34696.0 d\
Vs 126 werr )
sc 0 wexp
wc 250 wbs Q
hzmm 138.79 wnt N
is 500.00 [w]
rfl 15657.3 ]
rfp 11615.7
th 82 .\b/
ins 100.000 —
nm cd¢ ph WJ
>
N
2]
>
=
m
1
(a8}
1
«@
>
<
2
~—
L Q
At A A S Mot VA Y At oA AN P AR S Y m
—
ﬂ‘av‘q,,__,_,__,,__‘_,_7,__,_,___7____Jj]_ﬂjj‘ﬁj]“j]4ﬁv?ﬁc_‘,ﬂ:ﬂd-—_4-____"_¥__,_7_,____,__7__,_ﬁ____—_,ﬁ__‘______,_f 1
200 180 160 140 120 100 80 60 40 20 ppm B/
N~
(ap)
020}
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SPEC:
Samp :
Mode:
Oper:
Base:
Norm:
Peak:
Data:

100

80

60

40

20

1ei8758 03-Jul-09 REG 00:47.8 49
wyl204 Start : 21:45:53 492
EI +VE +LMR BSCAN (EXP) UP LR NRM
Inlet :
224.2 Inten : 641728 Masses: 45 > 400
224.2 RIC : 2573870 #peaks: 168
1000.00 mmu
+/21>89
_
224.2 _ E+05
6.42
OCHj4
=—-_m_ S
CH;
165.1
|
178.2 209.
194.2
179.2
mmﬁp mw.m 115.1 152.1
51,0 76.1 91,1 111.1 128.1 139.1 _ A :
_ I N A R PO P TR N il SR 11 ot T 11 IHf |
L oo | —F T T T * A T
50 100 150 200

i

2

# 84 (E)-1-methoxy-3-(3-methylstyryl)benzene(WY 1204) &

E

)
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LO-27-2
expl stdih

NO,

SAMPLE DEC. & VT
date Apr 27 2009 dfrg 300.065
solvent CDC13  dn H1
file exp dpwr 30
ACQUISITION dof 0
sfrq 300.066 dm nnn
tn H1  dmm c
at 3.413 dmf 200 =)
np 32768 dseqg 2
swW 4800.8 dres 1.0 3
fb 2600 homo n =
bs 4 PROCESSING
tpwr 57 1b 0.10 O_u_u -
pw 6.2 wtfile o
d1 0 proc ft .
tof 723.5 fn 65536 -
nt 16 math f
ct 16
alock n werr
gain not used wexp
FLAGS whs =l
il n wnt 5
in n .
dp y 9
hs nn
DISPLAY
sp -589.2
wp 4800.8
vs 99 ~
sc 0 &
wC 250 ~
hzmm 18.20
is 500.00 |
rfl 599.2
rfp 0
th 29
ins 100.000
nm cdc ph o
=4 |
© o~ |
™o P
aNmm R |
P |
®mS ™ P?.! i
. ~
T
i
|
| |
x v I M
_\;_u,_,,_____‘ﬂdi._ﬁ_ LI B e e o —r T ™7 T —
13 12 11 10 8 7 -0 -1 ppm
oy P i
7.12 7.621012495 22.44
6.97 7.8B5.846

#

trostyryl)benzene(WY 1205) &

-n1

§ 85 (E)-1-methyl-3-(3

E

)
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M AOUHMEMMNOONDO D oo @ <
O =MW WN MM G M - oW ) =]
wY1205 eSO YnOnTRon®e Sen 2 =
R ONENEIDRNNT O _._h_.?.._.,.w N M
exp5 s2pul I8223285333488 CL
SAMPLE DEC. & VT _ ﬁ/ﬁ/_/FCL\_LL\_\
date May 19 2010 dfrg 599.836
solvent CDC13 dn H1
file exp dpwr 39
ACQUISITION dof 0
sfrg 150.869 dm nyy
»M.._ 1 C13 dmm w
a .000 dmf 13889
np 79974 dseq ZON
swW 40000.0 dres 1.0
fb 22000 homo n
bs 16 DEC2
tpwr 56 dfrg2 [
pw 6.0 dn2
d1 0.500 dpwr2 1 N
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 c
ct 320 dmf2 10000
alock n dseq?
gain 58 dres2 1.0
i1 FLAGS __o__,om.xonmmm:n " C
n
in n b 3.00 Hs
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp -1508.7 math f
wp 34696.0
vs 147 werr
sc 0 wexp
wC 250 wbs
hzmm 138.78 wnt
is $00.00
rfl 15654.9
rfp 11615.7
th 3
ins 100.000
nm cdc ph
LA L L I O B L L A L O I L L L L L I O O D A B A
200 180 160 140 120 100 80 60 40 20 ppm

i)

B

172

trostyryl)benzene(WY 1205)#:

86 (E)-1-methyl-3-(3-ni

a2

¥

)



SPEC:
Samp:
Mode:
Oper:
Base:
Norm:
Peak:
Data:

100

80

60

40

20

1eiB8759 03-Jul-09 REG 03:12.0 #9
WY1205 Start 22:04:15 763
EI +VE +LMR BSCAN (EXP) UP LR NRM
Inlet
239.2 Inten : 78810 Masses: 45 > 400
239.2 RIC 485707 #peaks: 134
1000.00 mmu
+/90>195
_
239.2 B+ 04
NO, 7.88
N
qu.m
CH,
69.1
165.1 192.2
119.1 _ ;
_ _ 207.1
Huf.o Hmmﬂp l
wp._p 115.1 224.2
ﬂMuH 139.1 — W@MAN
il et | L
. __ . _m . ~1Mw4, __ka “A‘ SN PSS PO D fv __L_ ._,,,‘ : . ._“ ! ,_f ﬁ‘n __ __ _
50 100 150 200 250

=31

3

# 87 (E)-1-methyl-3-(3-nitrostyryl)benzene(WY 1205) 5

E

)

173



Elmml/r
exp2 stdih _l_woo OOIm

SAMPLE DEC. & VT
date Apr 27 2009 dfrg 300.065
solvent CDC13 dn H1 /
file exp dpwr 30
ACQUISITION dof 0
sfrg 300.066 dm nnn
tn H1 dmm c
at 3.413 dmf 200
np 32768 dseq
Y 4800.8 dres 1.0
b 2600 homo n O_l_w
bs 4 PROCESSING
tpwr 57 1b 0.10
pw 6.2 wtfile
di 0 proc ft
tof 723.5 fn 65536
nt 16 math f
ct 16
alock n werr
gain not used wexp
FLAGS whs
il n wnt ©
in n ]
dp y «
hs nn ™
DISPLAY -
sp -600.0 ~
wp 4800.8 =
vs 141 a ™
sc 0 o
we 250 ~
hzmm 19.20
is 500.00
rfl 600.0
rfp 0
th 13
ins 100.000

nm c¢dc ph

6.947

__,—6.527
~6.476

—-7.002

7.325

_ _—0.069

—0.000

#

i

————1.558

174

2.367

thoxy-1-(3-methylstyryl)benzene(WY 12006)

1me

I
13 12 11 10 9 8 7 6 5 4
Wity b W
4.$6.57.55 11.07 17.14
4.B6%.56 16.25

88 (E)-2,4-d

¥

)



w o W OO MO S WO - © coo o -
- o OWw NN = < - o m r~ o o
wY1206 e AR i <~ Nen = <
exp5 s2pul = 9% S3&aaNsa a n_, ...F.J_M U
SAMPLE DEC. & VT _ _ _/\_ F#L\_\EL i
date May 19 2010 dfrg 599.936
solvent cDC13  dn H1
file exp dpwr 38
ACQUISITION dof L]
Mﬁ.n 150.869 dm nyy
n C13 dmm w
at 1.000 dmf 13889 ImOO OOIw
np 79974 dseq
wﬂ 40000.0 dres 1.0
22000 homo n
bs 16 DEC2 NS
tpwr 56 dfrq2 0
pw 6.0 dn2
dl 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 M
ct 240 dmf2 1000
alock n dseq2 : O_l_w
gain 58 dres2 1.0
FLAGS homo2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp -1508.7 math f
wp 34696.0
vs 96 werr
sc 0 wexp
we 250 wbs
hzmm 138.78 wnt
is 500.00
rfl 15657.3
rfp 11615.7
th 13
ins 100.000
nm cdc ph
[T o VRSPV TIRTRIEUPUTUTIITTIO TN B LF...!..:.-A,.H W .AT e Vi 4 WO i...r AL AN ‘._a.r.[.i A
___,,__,______,___~‘~___,_,,_.____,,_.,_7,_ﬁ_ﬁ_ﬁu-___‘_____4__«__~,__.___A-M__«._«__,—___«__‘___-._q_d___—-d_—___d-g
200 180 160 140 120 100 80 60 40 20 ppm

i)

¥

a2

G

175

thoxy-1-(3-methylstyryl)benzene(WY 1206)#:

1me

89 (E)-2,4-di

a2

¥

)



SPEC: 1ei8760 03-Jul-09 REG : 00:52.2 #9

Samp: WY1206 Start : 22:32:06 1045
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM

Oper: Inlet :

Base: 254.2 Inten : 84233368 Masses: 45 > 400

Norm: 254.2 RIC ;242222893 #peaks: 325

Peak: 1000.00 mmu
Data: +/23>95

_ ]
100 - 254.2 _ E+07
8.42
- H4CO OCHs
1 N
80 O
1 CHs
60
40
20 ;
1 165.1 179.1 211.2 !
g HMQﬁH 152.1 V | Hmm.m
g 51.0 63.1 76.1 89.1 105.1 149.1 224.2 239.2
A A I | i R
S A T oL A __ _4,,_______ R TORRPYTSE ¥ T __._ e :_:_: A __ . :__:._, ﬁ .,______ —_— _:__ T I _,_
50 100 150 200 250

)

a2

W

¥

176

# 90  (E)-2,4-dimethoxy-1-(3-methylstyryl)benzene(WY 1206) &

E

)



L0-54-1

exp5 stdih
SAMPLE DEC. & VT OMZ
date Jan 14 2010 dfrg 300.065
solvent CDC13 dn H1
file exp dpwr 30 /
ACQUISITION dof a0
sfrq 300.066 dm nnn
tn H1 dmm c
at 3.413 dmf 200 o w©
np 32768 dseq =48
sw 4800.8 dres 1.0 s -
b 2600 homo n ODIMU
bs 4 PROCESSING as®
tpwr 57 b 0.10 CHj fan..u
pw 6.2 wtfile s |
d1 0 proc ft ¥\
tof 723.5 fn 65536 )
nt 40 math f
ct 410
alock n werr
gain not used wexp
FLAGS wbs
il n wnt
in n
dp y
hs nn
DISPLAY
sp -599.7
wp 4800.8
Vs a8
sC 0
we 250
hzmm 19.20
is 893.49
rfl 599.7 o~ ﬁ
rfp 0 L ]
th a ~ond « <
ins 100.000 dasS ~ -
ai cdc ph oo~
?J\,VE\,
=
o n232g
7”.9 ~ ZJ?U.
PmT I < i ~ r~ ]
LB.AMNHMWMM , 7t ! 3
,7_7?. ERMPSRE W ) | i
| ™~ P~ il =
4 ~ . | - o
= - .
g/\é Al L .Errl
T T T _ T T _ T T T T T — T 7 T T 7 T T T T _ T T T T T T T H T T T ‘ _ T T T ﬁ T T T T
13 12 11 10 9 8 7 6 5 2 1 -0 -1 ppm
s R "
6.100 268. 28969
6.36B5.7140 20.59

#

i

trobenzene(WY 1207)

-n1

(E£)-1-(3-methylstyryl)-2

4 9]

E

i)
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wY12078

77.214
77.004
76.790

O,N
expll s2pul _/_L
SAMPLE DEC. & VT
date Jun 15 2010 dfrg 599.936 /
solvent CDCI13 dn H1
file exp dpwr 41
ACQUISITION dof 0
sfrq 150.863 dm nyy
tn C13 dmm W
at w.m_u.wu ms.w 13158
np seq
sw 40000.0 dres 1.0 CH
fb 22000 homo n 3
bs 16 DEC2
tpwr 60 dfrg2 0
pw 6.0 dn2
d1 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 c
ct 544 dmf2 10000
alock n dseq2
gain 58 dres2 1.0
FLAGS homo?2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp -1508.7 math f
wp 34696.0
vs 100 werr
sc 0 wexp
wC 250 whs
hzmm 138.78 wnt
is 500.00
rfl 15654.3
rfp 11615.7
th 72
ins 100.000
nm cdc ph
|
- m PO e A A " - il N O P
L o o Y > e iy G Ll e 5 " " ke
LI I B B I e T T T T T T LA L B I B B B T T T T
200 180 160 140 12¢ 10 80 60 40 20 ppm

¥ 1)

trobenzene(WY 1207)#% 3

-n1

(N
o=
%
>
=
=
>
=
]
3
on
e
—
1
S
N
(o)}
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SPEC:
Samp:
Mode:
Oper:
Base:
Norm:
Peak:
Data:

100

60

40

20

1ei9995 24-Mar-10 REG 01:56.4 #9

wyl207 Start 16:15:32 158

EI +VE +LMR BSCAN (EXP} UP LR NRM

Inlet

77.0 Inten : 2477896 Masses: 45 > 400

77.0 RIC 24079045 #peaks: 365

1000.00 mmu

+/22>42

[ |

77.0 _ E+06
4 2.48
- 79.0
.
i 50.9 91.0
|

4 mQﬁO

| Hom.o

4 a9.9 71.0

] 97.1

. 111.1 139.0

- f
| 123.1 141.0 163.1
0 |
{469 ; :_ A _:_ 4 178.1 195.0 210.0 221.1 239.0
E— Il ;; ;_, ul) .7r:;_ _ _ﬂ:fzi_L;;___rzzz;:;f_;;;;ir;:,;;L:;t__;:::: AN _;;::::_ﬁ:L;J RN ITITTY
50 100 150 200 250

=41

2

# 93 (E)-1-(3-methylstyryl)-2-nitrobenzene(WY 1207) &

)
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10-53-2

expl stdih
SAMPLE DEC. & VT
date Dec 29 2009 dfrg 300.065
solvent CDC18 dn H1
file exp dpwr 30
ACQUISITION dof 0
sfrg 300.066 dm nnn
tn H1 dmm c
at 3.413 dmf 200
np 32768 dseq
SW 4800.8 dres 1.0
fb 2600 homo n
bs 4 PROCESSING
tpwr 57 b 0.1¢
pw 6.2 wtfile
dl 0 proc ft
tof 723.5 fn 65536
nt 20 math f
ct 20
alock n werr
gain not used wexp
FLAGS whs
il n wnt
in n
dp Yy
hs nn
DISPLAY
sp -600.0
wp 4800.8
Vs 40
sC 0
we 250
hzmm 19.20
is 500.00
rfl 600.0
rfp 0
th 20
ins 100.000
nm cdc ph
J ‘:\E\}(
L e L T L B B e S T T
13 12 11 10 8 7
Ly oo

15.04 1713654

16. 122 250

)

¥

a2

B

i

2.398
180

1.254
0.072

trostyryl)benzene(WY 1208)

-n1

94  (E)-1-methyl-3-(4

Y

¥

)



NI MmMoOoOMoooNoNOoONOM coo (=3 < <
NTOoO@-NN~NNONN T NS o m [-+] = =]
wY1208 eonenTennenS N aen < < <
exp6  s2pul A R i o o e e CL _ g
SAMPLE DEC. & VT / _//_/r\_\t\'
date May 13 2010 dfrg 599.936
solvent CBC13 dn Hi
file exp dpwr 39
ACQUISITION dof 0
sfrq 150.869 dm nyy
tn C13 dmm w
at 1.000 dmf 13889 NO,
np 79374 dseg
sw 40000.0 dres 1.0
fb 22000 homo n
bs 16 DEC2 "N
tpwr 56 dfrq2 0
pw 6.0 dn2
di 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n
o L .
ct m
alock n dseq2 CH
gain 58 dres? 1.0 3
FLAGS homo2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp -1508.7 math f
wp 34696.0
vs 149 werr
sC 0 wexp
we 250 wbs
hzmm 138.78 wnt
is 500.00
rfl 15653.1
rfp 11615.7
th 5
ins 100.000
nm cdc ph
LIS I I L U L L O L A [N L L L L I L N L L A L Y L L L L L L LN A |
200 180 160 140 120 100 80 60 40 20 ppm

¥ 1)

G

trostyryl)benzene(WY 1208z

95 (E)-1-methyl-3-(4-ni

E

)
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SPEC: 1ei9997 24-Mar-10 REG : 00:25.2 #9
Samp: wylz208 Start : 16:40:37 307
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM
Oper: Inlet :
Base: 178.1 Inten : 16319584 Masses: 45 > 400
Norm: 178.1 RIC : 106228440 #peaks: 401
Peak: 1000.00 mmu
Data: +/4>27
[ f
B 178.1 239.1 gy 07
100 1.63
1 NO,
] SN
| CHs
60
40
E 192.1
7 “_.mm,.o _
20
] 152.0
1 115.0 193.1 224.1
| |
1 50.9 mm.o qm.o 89.0 Hmm 0 H 209.1
14 g A L
. |/ _ :___.;:;____:f__j ,__,_m_.:___‘ ___ . ‘ :7.5_ [l Am 4 f 1l _
mo Hoc Hmc 200 250

=31

2

# 96  (E)-1-methyl-3-(4-nitrostyryl)benzene(WY 1208) 5

E

)
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L0-31 J

w
expS  stdih @ OOT_“w
ly
SAMPLE DEC. & VT
date Jul 16 2009 dfrg 300.065
solvent CDC13 dn H1 /
file exp dpwr 30
ACQUISITION dof 0
sfrq 300.066 dm nnn
tn H1 dmm [
at 3.413 dmf 200
np 32768 dseq
sW ammomn..w n_.mm 1.0
fb omo n
bs 4 PROCESSING O—I_w
tpwr 57 1b 0.10
pw 6.2 wtfile
dl 0 proc ft
tof 723.5 fn 65536 o
nt 16 math f P>
ct 16 :
alock n werr o
gain not used wexp
FLAGS wbs
il n wnt
in n
dp y
hs nn
DISPLAY
sp -602.5
wp 4800.8
vs 153
sC 0
we 250
hzmm 19.20
is 156.04 -
rfil 602.5 ~2 ~
Mﬁ_u u: %50 <
h 1 = ‘o o
ins 100.000 cm8oneq3
nm cdc ph e "we ©
sl
L o o
w =
. =Y
- .
=]
T T T _ T T L T _ T T T _ T T T T 7 T T T T _ T A T T T T T T T _ T ﬂ T T
13 12 11 10 7 a4 -0 -1 ppm
e s o
10.864.74 19.26
20.935.61 18.60

¥ 1)

2

(E)-1-(4-methoxystyryl)-3-methylbenzene(WY 1209) &

Hm

i
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wY1209

exp5 s2pul

OCH;
J

o ®
SAMPLE DEC. & VT a =
date Dec 18 2009 dfrg 599.938 - =
solvent CDC13 dn H1 ~ M
file exp dpwr 39 BL
ACQUISITION dof 0
sfrq 150.870 dm nyy "
tn Ci3 dmm W
at 1.000 dmf 13889
np 79974 dseq
sW 40000.0 dres 1.0 CH
fb not used homo n 3
bs 16 DEC2
tpwr 56 dfrq2 0
pw 6.0 dn2
d1i 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 c
ct 336 dmf2 10000
alock n dseq2
gain 58 dres2 1.0
FLAGS homo2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn  proc ft
DISPLAY fn not used
sp -1508.6 math f
wp 34696.0
vs 117 werr
sC 0 wexp
we 250 whs
hzmm 138.79 wnt
is 500.00
rfi 15657.3
rfp 11615.7
th 66
ins 100.000
nm cdc ph
aubiacA oot bR —— ey . N N - L. . R
Wity ity oy o e e
L e e B e L e N T T T T T T T T LI s e |
200 180 160 140 120 100 80 60 40 20 ppm

¥ 1)

G

98 (E)-1-(4-methoxystyryl)-3-methylbenzene(WY 1209)#%
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SPEC:
Samp :
Mode:
Oper:
Base:
Norm:
Peak:
Data:

100

80

60

40

20

T

1ei9158 16-Sep-09 REG 00:17.4 #9
wyl209 Start : 11:49:31 557
EI +VE +LMR BSCAN (EXP) UP LR NRM
Inlet :
224.2 Inten : 18165520 Masses: 45 > 240
224.2 RIC : 50048726 #peaks: 224
1000.00 mmu
+/10>74
_
224.2 _ E+07
1.82
‘ OCHj
O S
CHs
Hmm.w
166.1
166
Hmﬁ.H MDN.H
89.1 115.1 152.1 194.1
51,0 65,1 77.1 _QW.H _ 128.1 139.1 | M | 223.2 11226.
L _:_ 1l " _ﬁ_ Ly _Z .—: " d.__.N _.L. __T_ ; :._ ﬁ____: . _._____4_ I .____ . _ 1

T

200

)

2

# 99 (E)-1-(4-methoxystyryl)-3-methylbenzene(WY 1209) &

E

)

185



L0-33-1

exp6 stdlh _H
SAMPLE DEC. & VT
date Aug 13 2009 dfrg 300.065
solvent CDC13 dn H1
file exp dpwr 30 N
ACQUISITION dof 0 o
sfrq 300.066 dm nnn @
tn H1 dmm [ «
at 3.413 dmf 200 o
np 32768 dseq
Sw 4800.8 dres 1.0
fb 2600 homo n
bs 4 PROCESSING
tpwr 57 1b 0.10 OI@
pw 6.2 wtfile
di 0 proc ft
tof 723.5 fn 65536
nt 4 math f
ct 4
alock n werr
gain not used wexp
FLAGS whs
il n wnt
in n
dp y
hs nn
DISPLAY
sp -600.0
wp 4800.8
vs 112
sc 0
we 250
hzmm 19.20 n
is 139.19 5
rfi 600.0 =
rfp 0
th 18
ins 100.000
nm cdc¢ ph
~ S
~ s
w .
. (=]
-
e b
L I I Lo T I T T ma—
13 12 11 10 7 -0 -1 pp
[T [
13.938.
25.82 21.61

¥ 1B

E

Py

100 (E)-1-(4-fluorostyryl)-3-methylbenzene(WY1210)

E

)
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bt

77.214
77.000
76.790

N

CH,

T

i

wY1210
expld s2pul
SAMPLE DEC. & VT
date Dec 17 2008 dfrq 599.938
solvent CDC13 dn H1
file exp dpwr 38
ACQUISITION dof 0
sfrq 150.870 dm nyy
tn C13 dmm W
at 1.000 dmf 13889
np 79974 dseq
Sw 40000.0 dres 1.0
fb not used homo n
bs 16 DEC2
tpwr 56 dfrq2 (1]
pw 6.0 dn2
dl 0.500 dpwr2 1
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 [
ct 320 dmf2 10000
alock n dseq2
gain 58 dres2 1.0
FLAGS homo2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp -1508.6 math f
wp 34696.0
vs 140 werr
sC 0 wexp
we 250 wbs
hzmm 138.79 wnt
is 500.00
rfl 15656.1
rfp 11615.7
th 68
ins 100.000
nm cdc ph
|
ol
A Ao e ol
L 2 e T
200 180 160 140

100

¥ 1B

E

(E)-1-(4-fluorostyryl)-3-methylbenzene(WY 1210) 8

—
S
—
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SPEC:
Samp:
Mode:
Oper:
Base:
Norm:
Peak:
Data:

100

80

60

40

20

1000.00 mmu

63.1 75.1

[
w

16-Sep-09 REG : 00:52.5 #9
Start : 12:08:20 3172
EI +VE +LMR BSCAN (EXP) UP LR NRM
Inlet :
Inten : 114619360 Masses: 45 > 240
RIC H 637709463 #peaks: 229
H__w' S
CH;
177.1
105.1 15.
1.1 jo 133.1 170.1
|
Hmm|
:T.___.___.______ﬂ___;__ | 7 _ I PR T m__ __ _w _, N ., _.____:
100 150

_ E+08
1.15

i

v

e

188

& 102 (E)-1-(4-fluorostyryl)-3-methylbenzene(WY 1210) &

E

)



STANDARD 1H OBSERVE

exp2 stdih

A30

SAMPLE DEC. & VT \
date Aug 13 2009 dfrg 300.065
solvent CDC13  dn H1 7_
file exp dpwr 30
ACQUISITION dof 0 H
sfrq 300.066 dm nnn H-.C
tn HL  dmm c 3
at 3.413 dmf 200
np 32768 dseq
sw 4800.8 dres 1.0
fb 2600 homo n
bs 4 PROCESSING
tpwr 57 1b 0.10
pw 6.2 wtfile
dl 0 proc ft
tof 723.5 fn 65536
nt 16 math f
ct 16
alock n werr
gain not used wexp
FLAGS whs
il n wnt
in n
dp y
hs nn
DISPLAY
sp -600.0
wp 4800.8
vs 242
sc 0 @
wC 250 w
hzmm 19.20 :“
is 500.00 o~
rfi 600.0 |
rfp 0
th 20
ins 100.000
nm cdc ph
L e L A s e s e e e LI e e s e S B S T
13 12 11 10 7
o ol
6.10 31.21 7.38
6.67 24.28

1.578

1.260

0.079

0.007

#

&

dole(WY1401)

-1n

103 2-m-tolyl-1H

;H’:

E

)
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J
HDWDWDNOTAWOT M w o oo o o ~
TooMHoOIMH@ON [ -om o, -
wY1401 R R A I ~ Nen ¥ »
O ONDPOOWNNNCO =1 o ~re o ‘n -
expd5  s2pul 33355553388y S - .ﬂvmb | 9_,
SAMPLE DEC. & VT frﬁ_ ; ﬁLE _
date Mar 17 2010 dfrgq 588.936
solvent CDC13 dn H1
file exp dpwr 39
ACQUISITION dof L]
sfrg 150.869 dm nyy
tn C13 dmm W
at 1.000 dmf 138819
np 79974 dseq
Sw 40000.0 dres 1.0
fb 22000 homo n
hs 16 DECZ \
tpwr 56 dfrgq2 0
PW 6.0 dn2
di 0.500 dpwr2 1 7_
d2 1.500 dof2 0
tof 2500.0 dm2 n H
nt 20000 dmm2 c HsC
ct 224 dmf2 10000
alock n dseq2
gain 58 dres2 1.0
FLAGS homo2 n
it n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp -1508.7 math f
wp 34696.0
vs 110 werr
sc 0 wexp
wC 250 wbs
hzmm 138.78 wnt
is 500.00
rfl 15657.3
rfp 11615.7
th 4
ins 100.000
nm cdc ph
VSR M A ey A Ao Yt o S i Wy pA i% R S a0 ],_ A PR A A
RN B LI S L R M A I [ L L O L O L L O L L Y L L L L L L L L L B B |
200 180 160 140 120 100 80 60 40 20 ppm

¥ 1]

B
190

dole(WY 1401)#¢

-1n

104 2-m-tolyl-1H

¥

)



SPEC: 1lei9157 16-Sep-09 REG : 01:18.9 #9

Samp: wyl401 Start : 11:17:25 654
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM

Oper: Inlet

Base: 207.2 Inten : 29342400 Masses: 45 > 216

Norm: 207.2 RIC : 63939165 #peaks: 187

Peak: 1000.00 mmu
Data: +/50>152

100 - 207.2 _ B+ 07
| 2.93
‘ N
80 - HaC
4
60
40
20
g 165.1 HQW.H 191.1
4 51.0 63.1 77.1 115.1 128.1 139.1 152.1 _qu.“_. _Hmm.u.
_ | | , _ | , _ _ [
. __ : ey . _L . ; o ey —y . 4_?. —ul Pl ] — - _ ; 1 ;
50 150 200

191

dole(WY1401) & ¥ @]

-1n

105 2-m-tolyl-1H

¥

)



LO-38-1

exp5 stdilh

SAMPLE
date Sep 14 2009
solvent CcDC13
file exp

ACQUISITION

sfrq 300.066
tn H1
at 3.413
np 32768
SW 4800.8
fb 2600
bs 4
tpwr 57
pw 6.2
dl 0
tof 723.5
nt 64
ct 64
alock n
gain not used

FLAGS
il n
in n
dp y
hs nn

DISPLAY
sp -600.4
wp 4800.8
vs 133
sc 0
we 250
hzmm 19.20
is 500.00
rfl 600.4
rfp 0
th 3
ins 100.000

nm cdc ph

DEC. & VT
dfrg 300.065
dn H1
dpwr 30
dof 0
dm nnn
dmm c
dmf 200
dseq
dres 1.0
homo n
PROCESSING
b 0.10
wtfile
proc ft
fn 65536
math f
werr
wexp
whs
wnt

8.246

H;C

LA L B S |
11 10

I=Z"N

7.257
7.141

.021
6.998

6.737
6.733

025

\\Ej?.

L

2.448
1.567

2.419

1.253

0.879

0.070

0.000

e
13.11 5.63
16.622.65

#

i

dole(WY1402)

106 5-methyl-2-m-tolyl-1H-in

E

)
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wY1402
expz3 s2pul

135.064
132.402
129.528
128.384
128.862
128.368

138.596
138.066

125.754

e
v

120.231

123.840
122.165

—110.473
99.391

77.210
77.000
76.790

{—
A

21.513
21.448

-

SAMPLE DEC. & VT _/rr L\_\_
date Jul 19 2010 dfrg 599.936
solvent CDC13  dn H1
file exp dpwr 41

ACQUISITION dof 0

sfrg 150.869 dm nyy
tn C13 dmm 4
at 1.000 dmf 13158
np 79874 dseq
sw 40000.0 dres 1.0
fb 22000 homo n CH
bs 16 DEC2 3
tpwr 60 dfrq2 0 /4
pw 6.0 dn2
di 0.500 dpwr2 1
d2 1.500 dof2 0 N
tof 2500.0 dm2 n _I_
nt 20000 dmm2 c I O
ct 96 dmf2 10000 3
alock n dseq2
gain 58 dres2 1.0

FLAGS homo?2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn  proc ft

DISPLAY fn not used
sp -1508.7 math f
wp 34696.0
vs 112 werr
sc 0 wexp
weC 250 wbs
hzmm 138.78 wnt
is 500.00
rfl 15654.3
rfp 11615.7
th 6
ins 100.000
nm cdc ph

ity fsxztr.s}}.{tL
SN A L [ L I L L LY [ N L I L A L O L L L O N L L L LA LR L BB B BB |
200 180 160 140 120 100 80 60 40 20 ppm

dole(WY 1402)#% 3 5]

-1n

107  5-methyl-2-m-tolyl-1H

E

)
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SPEC:
Samp :
Mode:
Oper:
Base:
Norm:
Peak:
Data:

100 Q

60

40

20

1€i9593 16-Dec-09 REG 00:11.3 #9
wyld402 Start : 12:05:02 135
ETI +VE +LMR BSCAN (EXP) UP LR NRM
Inlet :
221.2 Inten : 167475 Masses: 45 > 300
221.2 RIC 666963 #peaks: 200
1000.00 mmu
+/3>15
_
221.2 405
1.67
J CHs
. /4
| N
] H3C H
4 220.2
1
] 77.0 178.1 MOp:H
J mu;o HHm 1 Huo 1 152.1 WbM.H
1 _ o 69.1 | 89: o _ _ 139.1 | 165.1 _ 191.1
N _4:___ 4 ;__ _:T_:f:__ ._:. _::r_;gr Lo _____ ___._M::_ m_f__ _;.__: ; v::, . __,:,__. ____j .,;__ -
50 150 200

i)

G

# 108 5-methyl-2-m-tolyl-1H-indole(WY 1402) &

E

)

194



L0-42-1

expl stdlh
SAMPLE DEC. & VT
date Nov 11 2008 dfrg 300.065
solvent CDC13 dn H1 \
file exp dpwr 30
ACQUISITION dof 0
sfrg 300.066 dm nnn Z
th Hi dmm c _I_
at 3.413 dmf 200 _I_ O
np 32768 dsegq 3
sw 4800.8 dres 1.0
b 2600 homo n
bs 4 PROCESSING
tpwr 57 1b 0.10
pw 6.2 wtfile
d1 0 proc ft
tof 723.5 fn 65536
nt 128 math f
ct 128
alock n werr
gain not used wexp L
FLAGS wbs Shw
il n wnt eS8
in n °s°
dp ¥ 9
hs nn _/_/
DISPLAY
sp -5989.8
wp 4800.8
Vs 68
scC 0
weC 250
hzmm 19.20
is 500.00
_.M._ mmm.w - = o
rfp T oo
th 2 = 38=28n°8
ins 100.000 Sow Lice®eYe
nm cdc ph NN - ﬁﬁ °g /
) S
ﬁ. o
W S
1
2l i %L N2 2 .
S fatal Jeg® e 3
LI S R o~ >
_ o o~ © n.w
LG )
* \g
|
i ;LLF\_F 67(
T 7 T T i T * 1] T T “ T T T T _ 7 T T T T T * T T _ T T T ¥ H T T T T _ T T T [
13 12 11 10 ] 8 7 2 1 -0 -1
oW Y iy P et
2.42 2.48 6.63.18 8.88 18.68
2.42 3.07.66 3.17 44 .39

NO,

)

i

dole(WY1403)

109  6-nitro-2-m-tolyl-1H-in

34

E

i)
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ONLLOOOTRANOWL M o ~ Too -
HOoOTANOHDODANHOOM O © - - o om S
wY1403 Seqengatant e ~ < Newn “
TOHOONTOODONDS D ~ =3 ~ Mo H
exp48 szpul 2333888385885 s 32 7F7? |
SAMPLE DEC. & VT O QS R R
date Mar 17 2010 dfrgq 5989.936
solvent CDC13 dn H1
file exp dpwr 33
ACQUISITION dof 0
sfrq 150.869 dm nyy
tn C13 dmm W
at 1.000 dmf 13889
np 79974 dseq
sw 40000.0 dres 1.0
fb 22000 homo n \
bs 16 DEC2
tpwr 56 dfrq2 0
pw 6.0 dn2 2
dl 0.500 dpwr2 1
42 1,500 dof2 0 H
tof 2500.0 dm2 n —I_wo
nt 20000 dmm2 c
ct 592 dmf2 10000
alock n dseq2
gain 58 dres2 1.0
FLAGS homo2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn  proc ft
DISPLAY fn not used
sp -1508.7 math f
wp 346396.0
vs 151 werr
sC 0 wexp
wC 250 whs
hzmm 138.78 wnt
is 500.00
rfl 15654.3
rfp 11615.7
th 6
ins 100.000
nm cdc ph
e P . L . - N URT W .
ARt riahringlyimi o rimdlmit) " Vimiry ooy ad W Yo W ¥ v iy N it Y iy Py
| LI L L L L L L L L I I L I
200 180 160 140 120 100 80 60 40 20 ppm

NO,

¥ 1)

dole(WY 1403)%¢ 3

110  6-nitro-2-m-tolyl-1H-in

E

)
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1ei9585 16-Dec-09 REG ;. 00:17.7 #9

SPEC:
Samp: wyl403 Start : 12:29:18 106
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM
Oper: Inlet
Base: 222.2 Inten : 31939 Masses: 45 > 300
Norm: 222.2 RIC ;300741 #peaks: 209
peak: 1000.00 mmu
Data: +/4>16
_ 222.2 \A
2. _ E+ 04
100 4 3 19
- & =<
1 H vam
80 Imo
60
40
] 57.0
] 91.1 207.1 252.2
J qq.m _
. 69.1 105.1 206.1
20 . g I
1 s1.0 115.1 191.1 223.2
J 79.0 129.1 152.1 165.1
(I | ! ﬁ
- A‘A A ’ " -
i 236.2
_ A_:_—f_:; ’__: | ___;_'. ,__,_ :_:_ f_,;_ﬁ__:ﬁ:__:___,__V_:__ri_____ .:_::,__ ,_;:r ::_ ﬁ_:: :. Y01 | PR X | P
50 100 150 200 250

=31

%

6-nitro-2-m-tolyl-1H-indole(WY 1403) 5

111

a2

E

)
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LO-48-1

expS5 stdih
SAMPLE DEC. & VT
date Jan 14 2010 dfrg 300.065 \
solvent CDC13 dn H1
file exp dpwr 30
ACQUISITION dof 0 Z
sfrq 300.066 ms nnn _l_
tn H1 mm [
at 3.412  dmf 200 H-:C
np 32768 dseq 3
swW 4800.8 dres 1.0
fh 2600 homo n
bs 4 PROCESSING
tpwr 57 b 0.10
pw 6.2 wtfile
dl 0 proc ft
tof 723.5 fn 65536
nt 40 math f
ct 40
alock no werr
gain not used wexp
FLAGS whs
i1 n wnt
in n o
dp =3
hs :w Mnu
DISPLAY S e
sp -600.4 C]
wp 4800.8
vs 63
sC 0
wC 250
hzmm 18.20
is 238.42
rfi 600.4
rfp 0
th 6
ins 100.000
nm cdc ph
o
SR <
o~ ™~
~w©
|
b o
~ 0 ® -
S8 b w
- -
1 -]
g1 4
|
|
i
L B St S B e Sy L T L T L S S o AL B e |
13 12 11 10 7 1 -0 -1 ppm
1 PRy gy Wy
6.30 8.83737.38
1529858.88 24.30

i

B

i

dole(WY1404)

=11

112 5-fluoro-2-m-tolyl-1H

3§

E

)

198



"mn o WO ROONMINEN N=EHOOLN®O odw n
™~ MM -E-OMWOONDO IO ODMANS ~ q o
WY1404 - NREReneoER THRIONS® b 2
exp3 s2pul HA-H R B o g Mullwwﬂ Tﬁv?
SAMPLE DEC. & VT L) Fﬁ fﬁt&\_ Et \_\_
date May 18 2010 dfrg 599.936
solvent CDC13 dn H1
file exp dpwr 39
ACQUISITION dof 0
sfrq 150.869 dm nyy
tn C13 dmm w
at 1.000 dmf 13889
np 79974 dseq \
sw 40000.0 dres 1.0
fb 22000 homo n
bs 16 DEC2 _/_
tpwr mmm umﬂnw 0 _l_
pw - n2
d1 0.500 dpwr2 1 IwO
d2 1.500 dof2 0
tof 2500.0 dm2 n
nt 20000 dmm2 c
ct 480 dmf2 10000
alock n dseq2
gain 58 dres2 1.0
FLAGS homo2 n
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp -1508.7 math f
wp 34696.0
vs 260 werr
sC 0 wexp
we 250 wbs
hzmm 138.78 wnt
is 500.00
rfi 15653.7
rfp 11615.7
th 6
ins 100.000
nm cdc ph
___,.—__,-—_-____.__*,,.._,___7.,ﬁ—___ﬁ-mu__.~_-__H-____A,.~L>__#‘«__~q-,___,,___,,___A__—_‘.__H«A-__,ﬁ,_V,___f,___A
200 180 160 140 120 100 80 60 40 20 ppm

¥ 1B

dole(WY 1404)#¢
199

=11

113 5-fluoro-2-m-tolyl-1H

v3

¥

i

)



SPEC: 1lei9987 24-Mar-10 REG : 01:10.1 #9
Samp: wyl404 Start 11:07:05 307
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM
Oper: Inlet :
Base: 225.1 Inten : 17751892 Masses: 45 > 400
Norm: 225.1 RIC 55653935 #peaks: 288
Peak: 1000.00 mmu
Data: +/14>38
_ _
225.1 E+ 07
100 A r
0 1.78
| P=e® m
] N
80 Imo
60
40 T
1 mwh
20
4 Hoq_ 0 183.0 197.1 Nom
1 63.0 75.0 89.0 7 132.0  148.0 170.1 : _
,__ ol .___ NI TTIo TN __.__ E_J\ .:._: . ;__m.. N 1 R __.-. m___ __ ) m :; 7 |
50 Hoo 150 moo

i

E

# 114 5-fluoro-2-m-tolyl-1H-indole(WY 1404) &

E

)

200



L0-72-1

expd stdih
SAMPLE DEC. & VT \
date Apr 28 2010 dfrg 300.065
solvent CDC13 dn H1 Z
file exp dpwr 30
ACQUISITION dof 0 H
sfrg 300.066 dm nnn —l_ O
tn H1 dmm c 3
at 3.413 dmf 200
np 32768 dseqg
SwW 4800.8 dres 1.0
fb 2600 homo n
bs 4 PROCESSING
tpwr 57 1b 0.10
pw 6.2 wtfile =
d1 0 proc ft ~
tof 723.5 fn 65536 <
nt 64 math f o
ct 64
alock n werr
gain not used wexp
FLAGS whbs
il n wnt
in n
dp ¥
hs nn
DISPLAY
sp -600.0
wp 4800.8
Vs 83
sC 0
wC 250
hzmm 19.20 o
is 216.86 2s
rfl 600.0 @
rfp 0 [
th 3
ins 100.000 o
nm cdc ph 2 e28
- o™ .
" o
o~ - o
o ~o 2 H
w© N - e b4 S n
~he b M =] o
- = K
o ° '
-
S | _
T _ T T T T _ T T ,.!A T T T T _ T T T T _ T T T # T T T T T T T T T T — _ T T T
13 12 11 10 8 7 6 1 -0 -1 ppm
_—— ) L L=
5.81 6.11 16.65 23.38
6.18 31.7710.10

NO,

i)

2

Py

dole(WY1405)

tro-2-m-tolyl-1H-in

-n1

115 5

3

E

)
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o e - -0 T NYT o -~ o DoOOT WO
o) ~mo TOoEHONMAED ~ = @~ o D NOMNT-O
wyY140% eas ageaente 2 ™~ wen neorense
w — S 0 oo NN~ O =] ~ R P commom Mo, -
exp26Q s2put SI0 33999y So o = 7@@ ssD.Lzzzzz
hami c. & 7 U7 U 2
date Jul 18 2010 dfrg 599.939
solvent Acetone dn Hi
file exp dpwr 41
ACQUISITION dof 0
sfrq 150.870 dm nyy
tn C13 dmm W
at 1.000 dmf 13158
np 79974 dseq
SW 40000.0 dres 1.0
fb 22000 homo n
bs 16 DEC2
tpwr 60 dfrg2 1]
pwW 6.0 dn2
di 0.500 dpwr2 1
dz 1.500 dof2 1]
tof 2500.0 dm2 n
nt 20000 dmm2 c \
ct 288 dmf2 10000
alock n dseq2
gain 58 dres2 1.0 Z
i [Laes MmO RocESSING | H
1 n
in n 1b 3.00 IwO
dp y wtfile
hs nn proc ft
DISPLAY fn not used
sp -1508.6 math f
wp 34696.0
Vs 117 werr
sC 0 wexp
we 250 wbs
hzmm 138.79 wnt
is 500.00
rfl 8537.6
rfp 4495.5
th 6
ins 100.000
nm cdEe ph
rr—— e TPV RATpRnaeeTm—.
AN A L e A I L L N L O O [N L B L L L I B Y L B |
200 180 160 140 120 100 80 60 40 20 ppm

NO,

dole(WY 1405)#4 ¥ )

116 5-nitro-2-m-tolyl-1H-in

E

)

202



SPEC: 1ei0949 04-Jul-10 REG : 04:50.2 #9
Samp: wyl405 Start : 11:35:17 193
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM
Oper: Inlet :
Base: 252.1 Inten : 39902968 Masses: 45 > 500
Norm: 252.1 RIC 187812605 #peaks: 523
Peak: 1000.00 mmu
Data: +/85>113
- 252.1  E+07
100 3.99
- Amnnwv ZnuM
80 ﬂ
1 H5;C
60 -
4 206.
|
40
§ HmH_.H
20
4 178.1
|
4 63.0 76.0 mm,.o 102.0 115.1 152.1 177.1 222.1
] s1.0 || | Tl 139 | | : _ 236.1
m___ TN _: Lyl ;___:._.: .:;____ __t_tA_.___ gL _f__ I _,____. . :___ " ﬂ_ __. . ._:.__ ; “_ | el __ __ _.__ } i N . 7_ |
50 100 150 200 250

i

2

A& 117  5-nitro-2-m-tolyl-1H-indole(WY 1405) &

E

)

203



LO-83-1

exp2 stdilh \
SAMPLE DEC. & VT
date Jun 8 2010 dfrg 300.065
solvent cDC13  dn H1 N
file exp dpwr 30 I
ACQUISITION dof 0 I O
sfrq 300.066 dm nnn 3
tn H1 dmm c
at 3.413 dmf 200
np 32768 dseq
sw 4800.8 dres 1.0
fb 2600 homo n <
bs ] PROCESSING «
tpwr 57 1b 0.10 ™
pw 6.2 wtfile
dl 0 proc ft
tof 723.5 fn 65536
nt 32 math f
ct 32
alock n werr
gain not used wexp
FLAGS whs
il n wnt
in n
dp ¥
hs nn
DISPLAY
sp -601.6
wp 4800.8
Vs 99
sc 0
wC 250 ~
hzmm 19.20 by
is 500.00 o
rfl 601.6
rfp 0
th ] o
ins 100.000 -3
nm cdc ph ~ .
-]
o !
NOM _m
eTEw
7.7.7“7“6”40
-
NUARS:
S~ g
r~ © “
w
-
L LENED N e S s S s e L S S S S S - — T L T T
13 12 11 10 8 7 4 -0 -1 ppm
w Wy v v
5.72 5.8246.29 21.47
1384605%.20 20.26

OCH;

i

2

Py

dole(WY1406)

-1n

118 5-methoxy-2-m-tolyl-1H

;H’:

E

)
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< N A S MmN~ T -~ 0 < oo (-] o«
o TANNNOS MM~ r~ wn o~ - o @m - -
WY1406 < neaeneEInT ue e Nen < b
exp24 s2pul a 333398988 S5 I ﬁ_\_
SaMPLE bEC. & VT | U ol
date Jul 18 2010 dfrg 599.936
solvent CDC13 dn H1
file exp dpwr 41
ACQUISITION dof 0
sfrq 150.869 dm nyy
tn C13 dmm w
at 1.000 dmf 13158
np 79974 dseq
Sw 40000.0 dres 1.0
fb 22000 homo n
bs 16 DEC2
tpwr 60 dfrg2 0
pw 6.0 dn2
dl 0.500 dpwr2 1
d2 1.500 dof2 0 /4
tof 2500.0 dm2 n
nt 20000 dmm2 c
ct 224 dmf2 10000 N
alock n dseq2 _I_
gain 58 dres2 1.0 —l_ O
FLAGS homo2 n 3
il n PROCESSING
in n 1b 3.00
dp y wtfile
hs nn  proc ft
DISPLAY fn not used
sp -1508.7 math T
wp 34696.0
Vs 116 werr
sc 0 wexp
weC 250 wbs
hzmm 138.78 wnt
is 500.00
rfl 15653.7
rfp 11615.7
th 6
ins 100.000
nm cdc ph
WA it
| LI L N S O L L L L L L L N L L L L LA L L L L L L L B LB B A |
200 180 160 140 120 100 80 60 40 20 ppm

OCHj

dole(WY 1406)# 3 5]

-1n

119 5-methoxy-2-m-tolyl-1H

E

)

205



SPEC: 1leil001 09-Jul-10 REG : 02:36.5 #9

Samp: wyl406 Start : 23:52:48 105
Mode: EI +VE +LMR BSCAN (EXP) UP LR NRM

Oper: Inlet :

Base: 194.1 Inten : 442278 Masses: 45 > 300

Norm: 194.1 RIC 3916654 #peaks: 259

Peak: 1000.00 mmu
Data: +/29>53

_ 194.1 _ E+05
100 4.42
, OCH;3 237.1
O _
80 Iwo
60 -
i 222.0
40
20 4 57.0 193.0
] 91.0 152.0 165.0
- 55.0 69.0 77.0 _ 115.0 | _ 178.0
1 50.9 83.0 | 97.0 128.0 139.0 208.1
1 I 1 — |
S T O T O OO O
. m_r._:;,:__ _W_:i_f__%r;,;f=fr:r:__:r:t_:r:f:_rzfr% r::;::__:rzt (ol ﬁr:ﬂL::_t:;;:: :;:t::‘_t:;::f;
50 100 150 200 250

)

a2

W

B

206

¥

# 120 5-methoxy-2-m-tolyl-1H-indole(WY 1406) 5

)



L0-34-1

exp5 stdlh Br
SAMPLE DEC. & VT ﬁu
date Jul 6 2010 dfrg 300.065
woﬁcm:e cDC13 u: mw
ile exp dpwr
ACQUISITION dof [] Z O_Hw
sfrq 300.066 dm nnn T+
tn H1 dmm 4
at 3.413 dmf 200
np 32768 dseq
sw 4800.8 dres 1.0
fb 2600 homo n
bs 4 PROCESSING
tpwr 57 wtfile
pw 5.5 proc ft
dl 1.000 fn 65536
tof 723.5 math f
nt 32
ct 32 werr
alock n  wexp
gain not used wbs
FLAGS wnt
il n
in n
dp Y
hs nn
DISPLAY
sp -599.1
wp 4800.8
vs 22
sC 0
we 250
hzmm 19.20
is 500.00
rfl 589.1
rfp 0
th 9
ins 100.000
nm cdc ph
(=3
o
o
°oc
~
o
- .
wn o
w
-
-
©
o~
~
Y | (-
LI e s e e L e T T T T ™ T T
13 12 11 10 7 -0 -1 ppm
R o
20.69 19.9219.20
17.54 22.65

)

£

Py

fluoroacetamide

-tr1

N-(2-bromophenyl)-2,2,2

121

E

i)
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L0-37-1

1.568

exp3 stdlh
SAMPLE DEC. & VT Imo Br
date Aug 25 2009 dfrg 300.065
solvent CDC13  dn H1
file exp dpwr 30 \:/
ACQUISITION dof 0
sfrq 300.066 dm nnn Z O_Hw
tn Hi  dmm c _I_
at 3.413 dmf 200
np 32768 dseq
SW 4800.8 dres 1.0
fb 2600 homo n
bs 4 PROCESSING
tpwr 57 b 0.10
pw 6.2 wtfile
di 0 proc ft
tof 723.5 fn 65536
nt 16 math f
ct 16
alock n werr
gain not used wexp .
FLAGS whs =
i1 n wnt i
in n o~
dp y
hs nn
DISPLAY
sp -589.4
wp 4800.38
vs 141 5o
sC 0
we 250 e
hzmm 3.49 ~
is 500.00 |
rfl 599.4
rfp 0
th 10
ins 100.000
nm cdc ph
o™
5T 3
© @ b
h ~
|
i
T T T T LA S S B e s e T T T T T
13 12 11 10 8 7 6
e W L
12.62 13.22 45.83
14.083 14 .30

0.070

-0.000

)

E

i

fluoroacetamide

-tr1

122 N-(2-bromo-4-methylphenyl)-2,2,2

v3

E

)
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L0-40-1

exp3 stdlh m_.
SAMPLE DEC. & VT O
date Sep 23 2009 dfrg 300.065
solvent CcDC13  dn H1
e SITION exp muﬂw mm
ACQUI o
sfrg 300.066 dm nnn OM_/_ Z O_H@
tn H1 dmm c _l_
at 3.413 dmf 200
np 32768 dseq
swW 4800.8 dres 1.0
b 2600 homo n
bs 4 PROCESSING o
tpwr 5?7 b 0.10 S
pw 6.2 wtfile o
di a0 proc ft |
tof 728.5 fn 65536
nt 16 math f ]
ct 16 !
alock n werr
gain not used wexp
FLAGS whs
il n wnt
in n =4
dp y =
hs nn e
DISPLAY "
sp -599.1 |
wp 4800.8
vs 89
sc 1}
WC 250
hzmm 3.32
is 500.00
rfi 599.1
rfp 1] o=
th 11 ] e
ins 100.000 R f
nm cdc ph - ~ -~
<
©
~o
v ®
R S|~
N oo
- o L@
©
~
i L i,
T T 7 T T T T _ T _ T T T T 7 12 T _ T T T 7 T T T T T T T T T a T T T _ T T 7 T T 7 _ T
13 12 11 10 9 8 7 5 4 3 2 -0 -1 ppm
v e o
22.55 2511237
24.81 15.30

i

¥

i

fluoroacetamide

itrophenyl)-2,2,2-tri

123 N-(2-bromo-5-n

E

)
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LO-45-1

exp8 stdlh

SAMPLE DEC. & VT m_\.
date Oct 13 2009 dfrg 300.065 o
solvent CDC13 dn H1 =]
file exp dpwr 30 s=
ACQUISITION dof 0 ;F = =
sfrq 300.066 dm nnn =Y
tn H1  dmm c Z O—Hw
at 3.413 dmf 200 _I_
ng 32768 dseq
SW 4800.8 dres 1.0
fb 2600 homo n
bs 4 PROCESSING
tpwr 57 1b 0.10
pwW 6.2 wtfile
di 0 proc ft
tof 723.5 fn 65536
nt 16 math T
ct 16 N
alock n werr e S e e
gain not used wexp L4 )
) FLAGS whs _7 ~ ° g
il n wnt /ﬁ/ﬁ?
in n q
dp y
hs nn
DISPLAY
sp -599.1
wp 4800.8
vs 108
sc 0
wC 250
hzmm 19.20 -
is 500.00 -
rfi 589.1 .
rfp [ -
th .2
ins 100.000 |
nm cdc ph |
-
o b
= H
B o
o 1
| g
~. -
r A
L S B L B R B G| LI T ¥ 7 T T
13 12 11 10 8 7 -0 -1 ppm
¥ g
39.36 31.49
29.15

i

B

Py

fluoroacetamide

-tr1

N-(2-bromo-4-fluorophenyl)-2,2,2

124

;H’:

E

i)

210



L0-57-1

exp3 stdlh
SRt 2010 arrg o * 300.06s
date an rg .
solvent CDC13 dn H1 ONZ wq. =S
file exp dpwr 30 oS
ACQUISITION dof 0 e _°2
sfrq 300.066 dm nnn ~®o S
tn H1  dmm [ eS8 |
at 3.413 dmf 200 NH2 s 2
np 32768 dseq F_,
sw 4800.8 dres 1.0
fb 2600 homo n
bs 4 PROCESSING
tpwr 57 1b 0.10
pw 6.2 wtfile
dl 0 proc ft
tof 723.5 fn 65536
nt 20 math f
ct 20
alock n werr
gain not used wexp
FLAGS whs
il n wnt
in n
dp y
hs nn
DISPLAY
sp =599.2
wp 4800.8
Vs 110
sc 0
wC 250
hzmm 19.20
is 500.00 ©
rfl 599.2 o
rfp ] .
th 3 -
ins 100.000
nm cdc ph w0
2 £a
o™ . I~
~ “©a
34%7
b
© 0% o ~
N
< o~ bl
o 2 = py
1) z S
© 1
—t
“
<
\C S S_r! :ﬁl
_‘, ~T T 7 T T T k T T 7 ¥ T T m T w T T T T 7 T T * T T T T _ T T ; T T
13 12 11 10 8 7 5 -0 -1 ppm
W i ——
17.30 20.69
19.48 42.53

ine & 2

1

-nitroani

125 2-bromo-4

E

)
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L0-70-1

1.573

0.094

0076

.058
=0.000

0

hw

/470.082

expl stdih
SAMPLE DEC. & VT
date Apr 8 2010 dfr 300.065
solvent cbets dn H1 mquL Br
file exp dpwr 30
ACQUISITION dof 0
sfrq 300.066 dm nnn E/
tn H1 dmm C
at 3.413 dmf 200 Z O_Hﬁw
np 32768 dseq ++
sw 4800.8 dres 1.0
fb 2600 homo n
bs 4 PROCESSING
tpwr 57 1b 0.10
pw 6.2 wtfile
di 0 proc ft
tof 723.5 fn 65536
nt 32 math f
ct 32
alock n werr
gain not used wexp
FLAGS whs
il n wnt
in n
dp Yy
hs nn
DISPLAY
sp -598.8
wp 4800.8
vs 26
sc 0
wC 250
hzmm 19.20
is 500.00
rfl 598.8
rfp 0
th 4
ins 100.000
ai cdc ph
-
N - @ ©
2end o b
cwo 7 ™
0% w . o .
o © o o ~
BN_IQ i
S Ne N @
aa
cfgﬁllliw!\t
T T ™ T T T T I T T T T T
13 12 11 10 9 8 6 ) 3
o
12205
28.26 .61

i)

7

Y

fluoroacetamide

-tr1

trophenyl)-2,2,2

N-(2-bromo-4-ni

126

3

E

)
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CH400-1

expb6 stdlh
SAMPLE DEC. & VT
date Apr 29 2010 dfrg 300.065
solvent CDC13 dn H1
file exp dpwr 30
ACQUISITION dof 0
sfrg 300.066 dm nnn
tn H1 dmm [
at 3.413 dmf 200
np 32768 dseq
sw 4800.8 dres 1.0
fb 2600 homo n
bs 4 PROCESSING
tpwr 57 1b 0.10
pw 6.2 wtfile
d1l 0 proc ft
tof 723.5 fn 65536
nt 32 math f
ct 32
alock n werr
gain not used wexp
FLAGS whs
i1 n wnt
in n
dp Yy
hs nn
DISPLAY
sp -588.4
wp 4800.8
Vs 22
sc 0
we 250
hzmm 18.20
is 500.00
rf1 599.4
rfp 0
th 5
ins 100.000
ai cdc ph
-
=
<
(=]
- <
-]
-
1
i
T T T 7 T T T T T T TT 7 T T T T 7
13 12 11 10
v
9.67

3.961

i

B

—

3

—————_-0.000
213

—0.070

_7.263
/7177

7.340
%2.330
t?'“”
7.147
7.137
o 1.253

T —8.154

—3.990

—1.580

trobenzaldehyde

-n1

127  5-methoxy-2

¥

)



L0-78-1

exp6 stdlh ZOM I
SAMPLE DEC. & VT m_..
date May 20 2010 dfrg 300.065 /
solvent CDC13  dn H1
file sexport/home/~ dpwr 30
vamrl/vnmrsys /data~ dof 0 w
/WYS/10-78-1.fid dm nnn r
ACQUISITION dmm [
mﬁ_.a mcc,cmw m_..:. 200
n seq
at 3.413 dres 1.0 OMe
np 32768 homo n
SW 4800.8 PROCESSING
fb 2600 b 0.10
bs 4 wtfile
tpwr 57 proc ft
pw 6.2 fn 65536
di 0 math f
tof 723.5
nt 16  werr
ct 16  wexp
alock n wbs
gain not used wnt
FLAGS
il n
in n
dp y
hs nn
DISPLAY e
sp -600.0 >
wp 4800.8 o
vs 58 o
sc 0
weC 250
hzmm 19.20 =
is 800.00 ~
JU 600.0 - -
r 0
th 5 S
ins 100.000 =
nm cdc ph
)
=
S o .
283 °
© ] \m
- o - S v ¢
™~ a - < 1
~ . e 1
~ o ﬂ i
LT |
L e e I o e e L e I s s S e S L S s s s s s s s S B S B A
13 12 11 10 9 8 7 6 5 4 3 2 1
I B v
12.39 27.56
10.79 49.26

i

&

[N Y4

B

—

3

trobenzene

-ni

214

1)-4-methoxy-1

iny

128 2-(2,2-dibromov

¥

i)



L0-81-1 Z_n_N H
exp6 stdlh w—.
SAMPLE DEC. & VT AN
date Jun 1 2010 dfrq 300.065
solvent CDC13 dn H1
file exp dpwr 30 Br
ACQUISITION dof 0
sfrg 300.066 dm nnn
tn H1 dmm c
at 3.413 dmf 200 OMe
np 32768 dseg
sw 4800.8 dres 1.0
b 2600 homo n
bs 4 PROCESSING
tpwr 57 1b 0.10
pw 6.2 wtfile
dl 0 proc ft
tof 723.5 fn 65536
nt 32 math £
ct 32 o
alock n werr Ry
gain not used wexp .
FLAGS whs i
il n wnt
in n
dp y
hs nn
DISPLAY
sp -599.8
wp 4800.8
Vs 82
sc 0
weC 250
hzmm 18.20
is 500.00
rfl 599.8
rfp 0
th 7
ins 100.000
nm cdc ph
=]
~
)
o o e3
w ~ .
Mo @ o
~a 2w 1
~ @ |©
e I
| T 7 T T LI | T T T T T TT T T T T T T T T T T T T T T T T _ T T
13 1z 11 10 9 7 4 3 =0 -1 ppm
yooopww L
12.31 13.46 a7.27
12 .¥4.56

ine & ¥ @

il

1)-4-methoxyan

iny

129 2-(2,2-dibromov

;H’:

E

)
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LO-B80-2

exp2 stdlh O_I_
SAMPLE DEC. & VT 1
date May 27 2010 dfrg 300.065
solvent cDCI3  dn H1 B.
file exp dpwr 30 OI
ACQUISITION dof 0
sfrgq 300.066 dm nnn
tn H1 dmm c
at 3.413 dmf 200
np 32768 dseq
sw 4800.8 dres 1.0
b 2600 homo n CH
bs ] PROCESSING 3
tpwr 57 1b 0.10
pw 6.2 wtfile
d1 0 proc ft
tof 723.5 fn 65536
nt 16 math f
ct 16
alock n werr
gain not used wexp
FLAGS wbs
i1 n wnt 2
in n <
dp y o
hs nn
DISPLAY
sp -601.1
wp 4800.8
vs 67
sc 0
we 250
hzmm 19.20
is 500.00
rfl 601.1
rfp 1]
th 11
ins 100.000
nm cdc ph =4
- o
~ .
S a
P o
N T
LTS
- 75{.79., ™
~ L
pos L “ o
[ o v
-
- | - |
LI L R L L R N NN I A A BN B L B B | LI I B .______al_._ AJ|._ LI | T
13 12 11 10 8 7 4 3 1 -0 -1 ppm
v vy t ¥
25.45 4,06 40.38

)

icacid & 3

130 m-tolylboron

E

)
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or

CH;,

2.469
2.375

LO-36-2
exp2 stdlh
SAMPLE DEC. & VT
date Aug 13 2009 dfrgq 300.065
solvent CDC13 dn H1
fite exp dpwr 30
ACQUISITION dof 0
sfrq 300.066 dm nnn
tn H1 dmm [+
at 3.413 dmf 200
np 32768 dseq
sw 4800.8 dres 1.0
fb 2600 homo n
bs 4 PROCESSING
tpwr 57 1b 0.10
pw 6.2 wtfile
di 0 proc ft
tof 723.5 fn 65536
nt 16 math f
ct 16
alock n werr
gain not used wexp
FLAGS whs b
il n wnt B
in n ~
dp y
hs nn
DISPLAY
sp -600.4
wp 4800.8
vs 161
sC 0
wC 250
hzmm 19.20
is 500.00
rfl 600.4
rfp 0
th 12
ins 100.000
nm cdc ph N ®
8432
Mazz
- oD
I8d ILE
- . ® P A
~T \\.\\. ?_7.
/_/ ]
I |
I i
|
I
|
8,
AL B S R s B R I S S LI B R B T T T
13 12 11 10 9 8 7
e i s
1.27 7.58
4.74 15.2%

254

1

1.572
—0.883

0854
0.833

0.071

0.000

|

N-(2-(1,4-dim-tolylbut-1-en-3-yn-2-yl)phenyl)-2,2,2

i

¥

Py

fluoroacetamide

-tr1

131

v3

E

)
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L0-38-2
expl stdlh

2.500
458
2.374

——1.572

1.253

0.879
o850
\__0.828

CH;

 0.071

———0.000

SAMPLE DEC. & VT
date Sep 14 2009 dfrg 300.065
solvent CDC13  dn H1
file sexport/home/~ dpwr 30
vnmri/vnmrsys/data~ dof 0
/WYS/L0-38-2.fFid dm nnn
ACQUISITION dmm [+
sfrog 300.066 dmf 200
tn H1 dseq
at 3.413 dres 1.0
np 32768 homo n
sw 4800.8 PROCESSING
fb 2600 1b 0.10
bs 4 wtfile
tpwr 57 proc £t
pw 6.2 fn 65536
dl 0 math f
tof 723.5
nt 16 werr
ct 16 wexp
alock n wbs
gain not used wnt
FLAGS
il n
in n
dp Y
hs nn
DISPLAY
sp -601.7
wp 4800.8
Vs 71
sc 0
wC 250
hzmm 19.20
is 205.88
rfl 601.7
rfp a
th 3
ins 100.000
nm cdc ph
T T T T i T T
13 12 11 10
[
2.22

132 N-(2-(1,4-dim-tolylbut-1-en-3-yn-2-yl)-4-methylphenyl)-2,2,2

%?

E

)

i

¥

-trifluoroacetamide
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L0-48-2

2.463
- 2.376

expl stdih
SAMPLE DEC. & VT
date Jan 28 2010 dfrgq 300.065
solvent CDC13  dn H1
file exp dpwr 30
ACQUISITION dof 0
sfrg 300.066 dm nnn
tn H1 dmm <
at 3.413 dmf 200
np 32768 dseq
SwW 4800.8 dres 1.0
fb 2600 homo n
bs 4 PROCESSING
tpwr 57 1b 0.10
pw 6.2 wtfile
di 0 proc ft
tof 723.5 fn 65536
nt 60 math f
ct 60
alock n werr
gain not used wexp
FLAGS wbs
il n wnt
in n
dp y
hs nn
DISPLAY
sp -600.1
wp 4800.8
Vs S0
sc 0
we 250
hzmm 19.20
is 339.90
rfl 600.1
rfp 0
th 14
ins 100.000
nm cdc ph
~
wn
5
~
i
|
|
Ll\_a
LA R ™ T T ™ T LA e
13 12 11 10 8 7
W ey
3.99 5.25 9.75

5.18 43.12.88

1.254

-0.000

0.070

133 N-(2-(1,4-dim-tolylbut-1-en-3-yn-2-yl)-4-fluorophenyl)-2,2,2-

%?

E

)

a2

B

trifluoroacetamide &

219






