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E-1-ERE-FE) -RTE

1-[4- (3-mpmgog-1-F B E-IRTE) -5 E]-0© W

- K3 -
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4-[4- (3-ANEME-1-EFE-RTE) -FHE]-BW .
1-[4- (3-MEMmE-1-FHE-RT E) -FE]-NEM

ME
T E -4 (- E-I-ERE-BTHE) -FE]-
fz
4- (3-ME-1-EHE-RT E) -F B
4- (3-EIE-1-EFE-RT H ) -N-FE-F K>
® S-FE-3-[4- (3-MWWE-1-ZEFE-BTHE) -FE]-

[1,2,4]08 — o4 »
4. (3-MIBIE-1-EREE-BTE) -F K
- (3-% -BEHE-BTEEE) UK E
Ko-1-[4- (3-FE B E-BTHE) -F & ]-0 18 0g > 7
Ro-1-[4- (3-BH P E-BTHE) -F & ]-1 % g
REBAZHIRENLEYE B AE
B-2-[3- (4-W i -1-E B E-FH) -BT X848

B-5-20F&-2-[3- (C4-MEmE-1-FHFE-FHE) BT H
BEE]-WE -

Re-3-B E-6-[3-(4-MHEwE-1-BEFE-FH) BT E
BEE]-%o

JE -5-FF K -4-X F Wb mE -3-F -2-[3- (4-mMpogug-1-8F
E-ZE) BETERF&E]-WIE

NE -Wf mE -4-F -{6-[3- (4-M Mg -1-F B E-FH) IR

T EFP S E]-B-3-K - o
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ME -2-{[3- (4-Mt B mE-1-EFE-FE) BT EFE)
S EJ-4-ZHFE -8B o

NE -5-ZFK & -2-[3- (4-EBwE-1-BEFE-FE) BT E
REE]-BE -

Mg - C4-& -F & ) -{6-[3- (4-M Mg mE -1-F F £ - X
) BTEHREKE]-BH-3-X}-FBHE -

JE-1,3-Z B & -1-{6-[3- (4-HWBIE-1-KEFHE-FH) -

o RTEHFARE]-EH-3-F -k

JE -4-0 0% g -3-2F -2-[3- (4-MEMEmE-1- R E-FKE) -
RTEHRARE]-WE

NE -4- B B -6-ME 0% 0g -3-F -2-[3- (4-M 18 0 -1-H B & -
ZE) - BRTERE&E]-BIE -

B -4- (3-& -F & ) -2-[3- (4-M g g -1-F B & -F
E) BT EF &S E)-02 WM -

JE -3- (3-&-F & ) -1-F H-1-{6-[3- (4-M 18 g -1-%&

® RE-FE) BRTEFEHE]-B0-3-F )-8

g -5- (4-B & E-F&HE) -2-[3- (4-0 g E-1-& F
E-FE) BETEF&HE]-B®E -

NE -4-0t 0E -2-F -2-[3- (4-HWBIE-1-EFE-FTE) -&
TOE B HE]-0E MW

& -5- (3-8 -F & HE ) -2-[3- (4-BEE-1-FF H-F

- (A4-mE g oE -1-F B

(U]

WG -4-% E -6-K 6 U 0E -4-H -2

®oRE) BTEREE]WE

(@3]
(@2
'
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g -3- ( 3-F B -5-ZF & - ™ -1-F ) -6-{[3- ( 4-0 1%

v

E-1-EFE-FE) - RTEFEIRE }-B 0

b

S Ao B M UE 4 2-[3- (AL DE-1- B K-
%) BTEREE] B E - |

0B 3-75 B OMh M -1-3 -6-[3- (4-MpUE R -1 P OE R
B BT H R E M)

ME -4-% B 2-{[3- (4-WUETE-1-B B K -EE) BT

@ EFEIREICERTEER.

0B - 4-FB BE -6-75 & Db I 4- 3 2-[3- ( 4-U4 04 UE -1-% 5
B oEE) BTEREE]BE

0B -1-F B -4-(3- (4-HMEIE-1-HEE-FE) BT E
RSN

B -2-[3- (4-HBE-1-EERE.EE) BT EF &
B4 MR F K W E

- C4-mE g oE -1-K

(8]

g -5- Cs-B-2-W&EE-FE ) -3-{
[ RE-XE) BRTEIF&E)-B 0
NE -5-8 £ -4-8 & 0t o -4-F -2-[3- (4-0 18 0E -1-H
E-XE) BTEF&E]-BWKE
- (4- g IE -1-F

W)

NE -4- (2-F F -2H-0f M -3-F ) -2-
RE-XE) BRTEF&HE]-12BIHK -
NE -6-F & -2-[3- (4-ML Mg oE-1-B B & -FE) -

i
]
i

PR E]-WIE-4- KB FE K-

Bt

WE -4-F E 2-[3- (4-BLBUE-1-E B E-EHE) BT

oA E]-WE o
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JE -3- (2-FF &\ & -F & ) -6-[3- (4-MgoE-1-F B & -
FE) BTEF&KE]-B 0

B - — B FE -{6-[3- (4-MMEmE-1-XZFHE-FTE) -BT

4

ERHE]-BOY-3-F)-
JE -4-FF & -6-FK £ -2-[3- (4-HEE-1-ZFRE-FE) -
RTEFR&E]-BE -
NE -5-FF B -4-mb 0% oE -3-F -2-[3- (4-M g E-1-F B X -
. FE) - BRTEHR&AE]-B®E
NE -3- (3,5-Z BB E -mt M -1-F ) -6-{[3- ( 4-0f "% IE -1-
ERFE-FE) BRTEREIEE]-B Y
NIE -3- (2,5-Z @ EF -mbmg-1-F ) -6-{[3- ( 4-0 & 0F -1-
ERE-XE) RTEREISE}-B 0
Mg -5- (3-& -F & ) -2-[3- (4-M M mwE-1-KH B HE-F
) - BRTER&AE]-WIE -
g -5- (4-B &R E-FHE ) -2-[3- (4-WWBE-1-HEFE -
) FE) - BTER&SE]-WE
NE -4-25 B -6-M 0E -2-F -2-[3- (4-ME I 0E-1-KE F & -F
) -BTER&EE)-WE
- (4-nE g g -1-F B

(U3)

NE -4-% & -6-78 & M 0E -3-%F -2
E-FE) BTEBR&E]-BIE

2-{ 4-[3- (4-WIEIV-EBRE-FHE) -RTEBPE)]-
SR ML o - -E ) - IR

Z“RE-[3-(4-MWE-I-ERE-FE) -RT EFR
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1-{4-[3- (4-MgE-1-EPFE-FE) BT EHE]-
ANE L -1-E V-2 8
4-[3- (4-MEE-1-HERFE-FE) BT ERE]-B

S-F -2-{4-[3- (4-WBIE-1I-ERFE-FHE) BT EHF
E)-ANS W 0-1-F - e o

JE -4-[3- (4-MEEIE-1-ERE-FE) - BT EHF E]-

® NE I o

R-4-[3- C4-MpgmE-1-ERE-FE) BT EHE]-
A RV S

R-6-{4-[3- (4-WtmE-1-EFE-FHE) - BT EH
E)-ANS M o-1-F -5 m B

R-1-FB R E-4-[3- (4-WEBIE-I-ZERFRE-FE) -EB

R-1-Z W E-4-[3- (4-BIE-1-BEFRE-FE) -IE
. TE R E )-SR

R-1- (A -2-HEEE) -4-[3- (4-MMWBE-1-F B & -F

(8]

) -BTERE]-AN&MH -

RRo-2-BE-1-{4-[3- (4-WBIE-1-ZEFE-FE) KT
EHRE]-ASEWH-1-F}-"-1-0 -

- (18,48 ) -2-FF B# W & -5-[3- (4-Mt m§og -1-%
H-FHR) BTEFE]2S-ZRE-ZER[22.1]R &k

JE -1-{4-[3- (4-MMEE-1-EHFE-FE) - BT HEH

BE)]-ANEm-1-8) -2 8 M
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JE -4-13- C4-MEmE-1-HFE-FE) - BT EHFE]-
B AUE M
EFTHEHS > TIHRXRAERETIEREE

DIPEA: " ERHEILK
DMF @ — B X B [ %

MgSO, @ Wi B &

DMA : — B ¥ Z B &
o LRMS : K& #7 B L 2 17

T EREBEEEH

calcd ; 5 B &L &Y

d: XK #Zx (KHER)

DCE : 1,2-Z & Z #%

EtOAc @ [ B 2 B

g &
hr @ /N B
@ Hz o B %

1 A B H (7 NMR )

L #

LAH : # 1 4 &

MHz @ B & i %

Min @ 4 4

miz EBHERLL (EE®HHH)
obsd : B % F K

PPTs @ ¥ -F I B B& L 5¢

- 59.
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TsO: ¥ -BEBEE LY

Rf: EHFEHRF (EEBED T F)
Rt: BHERKHE (BB H)
SRR

s: BZ% (NMR) - ¥
t: = =

TFA : = & B B

\&

® TFAA : = & B & B
THF : M & 0k 5
TLC: BE&RE D
Ts: FRABERE  H-BFFEBEEE
TsOH : # -5 ¥ i B

BEFAEBEENGS HUEEERATIEMAL - FEZCE

EEXREEBERBYIM NMR I EBEHEZYWENE
B BB o W FE R EBEAE R T FT £ B ( Merck
. Kieselgel ) 60 F 254 #& + > DUETZZBBRETEHIRE U

254nmUV B EHMKE > LA KEBEHE KMnOs B - 2 12-
BB ZESREERET  HNEERXEES>WERNA
s o RTWHEGL-£EWFRSFT (Biotage) B I1SCO
%M ok % /7 - KOBE 2 3E ( NMR) ¥ B (% & B 55
( Unity) 400 8 500 F » 9 Bl # 400 MHz B 500MHz ( A
 'H) - R4S B 100MHz B 125MHz ( B '’C)
B/ - EFF 'H NMR 2 hAEANBNCHER @ HHR

=

=]

7.24ppm J&E ~ CDCls B9 B % —mEW A Y - C

o
il
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NMR t#ZHEMBHEHEER  BHR 77ppm B X
CDCl W= P LHEME  H#—BETH (downfield)
Bty B - BEE S AT RAE APCI F H & ( Gilson) 215 #f

2 ( micromass ) ZMD ( 5S0% Z FE /50% 7k ) & X i L &

Al

HPLC R R #& T it 75 & & 17
FHE A HEEBESH (BRF L (Waters) 600&F &
' 2767 £ A % ¥ # ( Sample Manager) ) B I L% <L
¥ Cig ( SymmetryCig) = 5 # 2k > 30x150 Z > #i§ #+ >
=M # WAT248000 @ F 8 MI12921A01 5 & Hl A-0.1%= &
MR /7k 0 B E B-Z B FEBE SOOI RMHE 0.0
100% 2l A 0% B B M &E 20 BF M 2.0 100% 38
A 0% B B i 20 BFRI 12.0° 0% & A 100%%
m OB Y 20 BFRE 15.0 0%¥BE B A 100%¥ Bl B i
SHO20; BERI 15.1 0 100%B E A 0%®E H B i &E 20, K
. B 20.0 100%8 B A 0%y %l B Ji & 20 -
B (ME ZO) KH o BME (kV) @ 3.0 &
(V) 20 J3) (V) 3.0, RF g (V) ©0.5; &KIg
EE (C)H) 120 EBFHEERERE (T) 360 EBEHKRM
CF//NB ) 450 $EBE W (F//AKE ) 150 LM f##
BP0 15 HM BEAF ¢ 15 Bt F 68 © 0.2 {51288 © 550
4 24 2% ; LC 4 ZF E (LC Packings) X Acurate >
1/10,000 ; 1% @ % ( Upchurch) $#$HEEE @ 14 W REWHE

( Make up pump) (FE ¥ 4+ 515) W& (ZEFH /9 )  1-
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200529806

(59)

PDA (L% £+ 996) & E & MW/ EHXREER (nm)
200/600 ; fiZ F7 * 1.2 B K EE 1, &E : TIC > 254nm
A1 220nm o

S B EHiEMGEYE (BT L 6008+ 2767 # K
BEEXE) B R LT ERH ( Xterra) PrepMS Cy5 &
o0 5 K - 30x150 Z KA - B 4186001120 0 FF B
T22881T 09 BH A-0.1%=HEEE/ Kk . 5% B-Z B : &

. Bt BEFE : 1050 A - BFERE 0.0 100%¥ % A 0% % B -

ME 20; BFFE 2.0 100%%B % A 0% % B FiE 20;
BF R 12.0 0 0% Bl A 100% ¥ % B > ¥ 3 20 B B
14.0 > 0%\ B A 100%® B B JRE 20: BF R 14.1 >
100%38 Bl A 0% %l B FiE 20 BF R 19.1 100% 5 &
A 0% HE B Ji&E 20-

B (ME 20) 4 0 EME (kV) : 3.0 % 42
(V) 1 20; ZHE 2 (V) 3.0, RF## (V) :0.5; % I&

‘ wmE (C) 120 @ HEEE (C) 360 XZBEKRIRN

CF//B ) 450 sERR A M (FA//IEF ) 150 LM &
Bro: 155 HM A @ 15 Bf F 8 @ 0.2 fZ# 25 :© 550 ¢

S 3EFZ 0 LC BEFEZ Acurate: 1/10,000 ; 8 B ZF 4t
M E " 14 WHEWME (BB L 515) MFE (ZFH/49 )

PDA (L4 £ 996) BRE ' M /EREEKR (nm)

200/600 : fE A 1.2 A FEE 1, BB : TIC: 254nm

1 220nm -
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73 C:
EHEE) BN R L HB

o ZR 4 #WAT248000 0 5 5%

EH
=

= &8 B /K B-Z &

0.0 90% % # A 10%% % B -

N~
B A

BBl A 100%% H B ¥E 20

100%3y5 %l B - = 20 -

12921A01 ;
T EE
20 ; B R

it &

IS

sl E S (BB + 600&E B £ 2767 & K

Cig 5 ik » 30x150 Z K

BE OA-0.1%

850 W FH + B M
10.0 0%

12.0 > 0%y % A >

® B (ME ZO) K#H v 2ME (kVv) 3.0 #E
(V) :20: ZEX 2 (V) :3.0: RF # (V) 0.5 K&

BE (C) 120
( H//NBE ) 450
Mo 15

HM fig 47 @ 15 B T8 ¢ 0.

4> 2488 ; LC B FHi« Acurate >

M E - 145
‘ PDA ( EL¥ = 996) &
200/600 ; FE AT 1.2

1 220nm o

T RHMBAUREAERZIER

R RER A

& B A

(33-—®EE-BTE) -BE -

(103.3 Z7 * 1M

-63 -

EBHEE (T)
R (F//NEF ) 150

1/710,000 ;

EE - TIC

U R Dk W) — O A

360 E KRR

LM f&

; fE e - 550

(e I i 21

wmEmE (AL S15) WE (Z2H/5)

B /% R B K& (nm)

E
xAE E -1

254nm

% E L iR E B R

0°C ( vk /17K
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B) A0 EAEEEBRLZ 33-TFEE- BT ABEE
B (J.Org.Chem.1988,53,3841 and J.Org.Chem.1996,61,

2174) (15.0 & - 86.1 BEH ) WEBEHBRF - 2#HMA
® O BMREWEEZER > LHEH 12 NE - FIF Feiser &
Feiser W A ZF WKW EKREY BHEAEBEBREABER
B LEBBZEBIDTRE LLEEL (33-Z2HF&E-B7T
H) -BE (124 % > 9% HE=E) r B —TEEGEH -

® EWENTEEREER  FAFE—-—F ML -

500 MHz 'H NMR ( CDCl3;) 6 3.64 (d>» J=5.7Hz >
2H) » 3.15 (s> 3H) > 3.13 (s> 3H) » 2.32-2.23 (m >
3H) » 1.94 (bs: 1H) > 1.92-1.84 (m > 2H) : 125 MHz
'>C NMR ( CDCl3) 8101.0 > 66.9 » 48.7 » 48.4 » 34.3 »
27.0; C, Hys O3+ 146.185 > MS K f# #f ( M-OCH; ) =

115.1

o AR 2-—KRERF A
Z B B
[(33-ZHEE-RTE) FEFE]-F - 5 =-
S crEm (163 27 0 IM WEKME) MAERZHE
100 ZEA ME KM PO (3.3-ZF&EE-BT E) -F
E)BNEBEREHRS  KBREYDER

-__I

(11.9 &/ > 81.5 B EH
30 S8 BMATFTER (102 EH > 856 EXEFH ) -« 30
HER TLC O MELEBYWEES2BE - LKBRIE

Wi w > LU & B EHmEZ B BREDEE > LY E

_ 64 -
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FER O BEE BAEBEZEIDTRE MNEEBZE
75 g TR E SEOA/D 2 B E®REZ - U
EHRNEAERTERESMBUEYWERAL KESEYWZ D
W EWEZBIDTEBSZ  LELEEZELAEY (13.2
o 6I%NEE) LB —EBEBEGEH -
Rf=0.75 ( 40% EtOAc /2 # ) : 500 MHz 'H NMR
( CDCl3;) 87.36-7.25 (m > SH) » 4.52 (s> 2H) = 3.48
® (d>» J=7.0Hz: 2H) > 3.16 (s> 3H) > 3.12 (s >
3H) » 2.44-2.26 (m > 3H) > 1.90-1.84 (m > 2H) ; 100
MHz '*C NMR ( CDCl;) & 138.8: 128.6 127.9 > 127.8 >
101.1 > 74.7> 73.2> 48.6 > 48.4> 34.95 24.9; C,4

H,0 O3> 236.309 MS K # #t ( M-OCH;) = 205.3;

h R I-—RIEF A
Z B C:

o 3-FE R E-RTH - B8 -BEXBEE-—-—KEYW (2.1
o 11L0OZERE) MAAZE 2007 WE Kk (3: 1) 2iE
EMHVI(3I3-ZREE-RTE) FPEFE)-F (13.0
X551 BERE) MBHERFT - BREERESGWE 65C
n# 45 >4 - TLCF1 GS/MS " I IEHEBEYWEE R 2
HE  BREYHAZEERE BEBRECBITERA
B - UERBRIZEBFERELAZCRESY » I LL 5%NaOH ik
R B c BARERESE LHEEWEEHNEK:SLR

g BOEREBR BRI ETEE > RRTREZE DT EME

_B5 -
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Z - FlAFERFRSTEME 75 /3 0 Ll 10%EtOAc/B Ix % 1
Z o URBPHEEHNCESWABSLEWEMNL - KEESEY
Z AW EBREBEZEBNDTRBEZ  LLELEAEZEZELEDY
(6.0 » S8%EE) r LB —EHE&H -

Rf=0.35 (30% EtOAc /T # ) : 500 MHz 'H NMR
( CDCl3) 87.39-7.27 (m » SH) » 4.56 (s> 2H) > 3.59
(d>» J=6.3Hz> 2H) > 3.18-3.08 (m > 2H) - 2.92-2.84
(m>»2H) » 2.75-2.64 (m > 1 H) ; 100 MHz '*C NMR
( CDCls) & 207.6 > 138.3: 128.7 5 127.9 > 127.8 + 73.4 >
73.1> 50.2 > 23.9; Cy3 Hjg Oz 190.241 > GC/MS 190 %3
FHRM= 246 % (14 @ HP-1> BEHE ZWEHE © 12m
0.202 Z 2k x0.33 K. BER®S : -60 C £ 325 C-» #

W R E =300/ c BWHEIEE= 0445 )

[ & 530

) T AAEYATEEB TALEFKEMBE:
BB 1-—RERF A:

&

& D
FTERE-I-(4A-WBE-1I-ERE-FHE) BT E -
®IE-T &4 (3.2 27 7.9 2XF » 2.5M £ THF #H )

ABRIWEBHEMBMAEEMA-78C (iPrOH/Ez 4K ) - #E 13

f\L
ES(,

T E KR PR - (4-R-FED) -MEE (1.9 7 0 7.9

i

Y

HEH)) WBBEBE®EGT 30 28K B 3-FARE-BRT

i
\J;
/|
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Bl (1.0%x > 53 Z2XEEH % | 27 THF ) ZHEAHBRK
REBEEREFRELRA (BFHRBEIEA) MAEF - BFHE
ECHBERE-T8CTEH 30 o8 - K% - LI NH,OH Xk
BHRER®S  BWUBBZIZEREZ KBITEEBEHMBE > LKA
MEEREBES LEZERE BERAREBRIEITEE RBEIE
BEZEBHDTRERMEZ  FAFEFSTERE > U 2%9FE/Z&
B4z il 0.1%NH,OH F 30%F B/ & F &M 0.1%NH,OH
® ZHERRZ O URBNEERLEBLSNMB LY B M -
WEEEYWZHR > EREZCEBIDTREZ » LIE 4 EHE
thtEYW (1.3 & TI%EE) » LRE—TEEEG&H > HB
B - R E#HEYWZ 3: 1 EEY -
Rf=0.45 ( 15%MeOH/CH,Cl, w/ 0.1 % NH,OH) : 'H
NMR ; g : R 2 # % - % # & 400 MHz 'H NMR
( CDCl3;) 87.36-7.25 (m) = 7.22-7.06 ( m)  6.57-6.54
(m) » 4.59 (s) > 4.50 (s) > 3.64-3.58 (m) - 3.53
® (s) » 2.56-2.50 ( m) - 2.42-2.21 ( m ) =~ 1.82-1.77
(m) 3 LRMS m/z Cy3 Haog N O, 2 5+ E B 351.487 ; # =

fE LRMS ( M+1) 352.4

B 2-—HRERF A

& B E:
1-(4-(3-FEFE-BTE) FTEI]-MHWB®E - B=Z
EWk (4527 - 285 Z2ZKE ) MAE 1I0EFH 1,2-Z &

2
%l

Z oAy 3-F R OR R -1 (4-ME Mo - -E RO -F R ) -

-67 -
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TE (1.0% 2.8 ZEEH) WERLRBRY  BMHAZ=ZH
B (4.4 ZF > 57.0 EEEHE) - K% > BREDMNRE
75°C (M®B) -1 NER BREVSAEZR > B AR
B BAODTEE BHEYEECBEKRIEFRN > L IM
NaOH KBEHRBEHRZ - BIAEESH  tHEERELEREK
FELER BEAEBERIETERE  ARABREBREZIED
TSz - FIA 45 % ISCO B » M 2%FE/Z &R I
® i1 0.1%NH,OH E 10%F E/Z & Bk 0.1%NH,0H Z #
B2 LUERBHREEHEEGES W R ELE ML - B E
Mz o®R WLEEZ ULDELAEELEYW (EREF
FEMABEEE)  HE—BEGMH: HREIE @K
Mz 11 REY  HULYWELTFE-—F ML -

1
m

-
3|
>

\
/
w

MAHE: B=ZHKBEBRKR (47 27 > 615 ZEEEF ) A

—_——

ZZ2EWH (49 EFF > 307 EEH ) 2 3-F&HHF

Rt
?ét

- (4-mEgE -1L-EFE-FE) -RTE (21.63% 0 61.5

G

- S H ) MBHRBRY - KR BREMBE 75T

@
dhnt
il

(MmB) 30 NE®R KBREYWWAETER B EBK
B NDTRESE LULYWEITEEER: > AF&— 2 ML -
Rf= 0.3 ( 10%MeOH/CH,Cl, w/ 0.1 %NH,O0H) ; J§ :
R EY > %% 400 MHz 'H NMR ( CDCl;) 87.36-
7.29 (m) » 7.27-7.16 (m) > 4.57 (s) > 4.48 (s)
4.08 (s) » 3.60 (d> 1J=7.5 Hz) » 3.42 (d - ]=
5.8Hz) » 2.61-2.53 (m)  2.48-2.41 (m) > 2.24-2.19

(m) = JE : & REYw B/ HME 100 MHz 'C NMR

_ 68 -
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( CDCl3) &6 148 > 138.8 130.4 - 128.6 > 127.4 > 74.3 >
73.3 » 58.2 » 52.9 » 36.6 » 33.1 > 31.5 :» 30.9 » 23.1 ;
LRMS m/z C;3 H,¢ N O Z%‘]’ﬁ@ v 335.488 ; %‘*ﬁ%{@

LRMS ( M+1) 336.4 -

BH 3-— ik EF A
& Bk OF
3. (4

‘ [ -MEEIE-I-ERE-FE) -RBRTE]-FE - B E

2 (4073 20 EE%) MAE 250 EF 2B F 2 L #

=

AR HE 1-[4- (3-FERE-BRT &) -FE]-WHE TFA
(61.5 EXEFH ) WEBEHBRERF - K& LI Hy 188 |0
BRE 45psi- & MW LRMS ZHEKYWEC2HESZEE &
KEMmMBEZEZ (B H &) » ARKRREYEBEE B E
BE > TEBREZEBEODTRE DLDZE&EFEKHEERYT > I
Ll NaHCO; g fi /K R s %k < = LL 3 1 Z CHClz: iPrOH
® BRmER/KE HEREBERBRSELLZHB BB BKER
S HEITHERE  ABREBBEZCBIDTEMEZ FAEFIE

5

75 K5 - Ll 2%EE/Z&H B EM 0.2%NH,OH £ 20%

REE/Z& P 02%NHOH 2B EH R > UKL EBHEE

i

HEeEBLsMRKLEDEML WESEYZHRILRME

» °C NMR EEEHHE TFA Ff - EHEBRBN KSR

KN

ZFE I EWHEBEML B 3:1 ¥ CHCIl;: iPrOH
7 o LLE4AEEALESY (11.9 & 19%E&®) It B

Bt
==

—Emadm ARE XEBYUIEESY -

60 -
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Rf=0.33 (10% MeOH/CH;Cl, w/ 0.1% NH,OH)
'H NMR ; JE : R E# Y > %% M ZE 400 MHz 'H NMR
( CDCls ) 87.3 ( m ) = 3.65-3.64 ( m ) = 3.46-3.45
(m) » 2.60-2.58 (m) - 1.81-1.80 (m) . JE : & B #
Yoo % % £ 100 MHz '°C NMR ( CDCl; ) §145.7 >
145.2 » 135.2 5 129.5 > 126.6 > 67.3 » 66.7 » 60.3 » 54.1 >
36.6 > 35.9> 33.5> 33.1> 31.2> 23.4; LRMS m/z C;¢ H,s

N OZ:Et & 245.364; 882 E LRMS ( M+1) 246.3 -

BEf 4A-—RERF A

Z B G:
RE-4-ERKR 3-(4- BB E-1I-EFE-XHE) -BTE
HE - -#H=2K (1.6 2 2.7 ZEEH) WAL 5 EF

ot

SR P L RFE[3 (4-BE-1-KE F HE -

| |

E) -BETE]-BE (056 % > 23 BEEH) W#BHRHER
oo BFEMA 4- (ZTHEE) B (2.8 Z2Ex » 0.23 EX
BE) M -FEBEER (052 3 2.7 BEEEH) -1 /K
% > LLER A NaHCO; KB HR B NNEYWES - L_RKEFEKRH
BILZEFNKEY  #HAHREERBRSE LR BEBKBE
RIETAR AREBEIEBEIDTRBEZ - FIF 40 7
ISCO B - L 4%~ 6% 1 10%FE/Z &8 PRz HE K
R URBNZEZTECBI ALY EML - WEARE
WMo W THEBRECENDTEREEZ  LELEBRELEY

(082 3¢ > 9B3%ER) r LR - EBHEBMWH > H8IE K&

-70 -
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Bz REREY -

Rf=0.29 ( 10%MeOH/CH,Cl, w/ 0.1% NH,OH) : 'H
NMR ; JE : K &2 # % » % # £ 400 MHz 'H NMR
( CDCls ) 5 7.83-7.77 (m) -+ 7.37-7.32 (m) > 7.27-
7.23 (m) > 7.13-7.06 (m) = 4.18 (s) > 3.99 (s) >
3.59 ( bs) =+ 3.53-3.49 (m )  2.64-2.55 ( m ) = 2.52
(bs) » 2.45 (d> J=3.7 Hz) » 2.29-2.12 (m) - 1.86 -

‘ 1.72 (m) I ' RE#EY » %% 100 MHz '*C NMR
( CDCls ) 6 144.9 > 133.4 > 130.1 » 129.2 » 129.1 >
128.1 » 74.2 » 73.8 > 60.5 > 54.4 > 36.1 » 35.9 » 32.4 »
30.9 > 23.6 > 21.9; LRMS m/z Cy3 Hyo N O3 S Z & &

399.56 B {E LRMS (M+1) 400.3 o

EH s-—REF A

A_F.

Z Bk G
o 3-[3-(4-WgE-1-BERFE-FE) BTHFHKFHE)-
=B o ¥ KotBu (0.42 ZFH > 0.41 ZEEEH » 1M THF) &
BHRMAE  SEATREB P2 Lt (F B F) B fEr(3-
(4-mbrgmE-1-ERFE-FE) BTE)]-FE (500 2%
020 EXEH ) WEBB#HBE®RF -30 0 @&#% > MAKLE 1 EFA
THF 72 3- (RBHE) -FE (420 Ex® > 0.2] EE
) K& BREYWMBE 40C (HBB) < 3 NEZE
Dk REYWERES  TUERIEREZ - BFAREEH

B TR EBEBEAEMRBRSE LB BHREAEERYEDTBS

-77 -
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ey

 RBHEREZIBIDTRBEZ - }HE 4 % ISCO &
PLo2% ~ 4% > 1 8 R E/Z&F M 0.1%NH,OH 2 # E
GRZ  URKRABANMEXETFEEI MBS LELYEML  KES
EYMZH®K MERMHEz  MDELEEELEY (29.0 ER% >
39%EE ) B EEEH HBEE: XKEEBEWIES

e
Rf=0.63 ( 10% MeOH/CH,Cl, w/ 0.1% NH,O0H) : 'H
‘ NMR ; B : R E #B % - ¥ # &£ 400 MHz 'H NMR
( CDCl3;) 87.66-7.55 (m ) » 7.48-7.42 (m) = 7.29-7.25
(m) » 7.20-7.14 (m) - 4.58 (s) » 4.53 (s) > 3.66
(dJ=7.0Hz) »3.62 (s) »2.62-2.47 (m) - 2.32-2.20
(m) »1.94 -1.86 (m) > 1.81 -1.78 (m) . JE : K & #&
Yoo %5 % ¥ 100 MHz 'C NMR ( CDCl; ) 8140.5 >
131.9 > 131.8 > 131.4 > 131.3 » 131.1 > 129.4 » 126.5 >
119.1 » 112.7 » 75.6 » 74.9 » 72.1 > 71.9 » 60.5 » 54.3 >
) 36.7 > 36.2 > 33.2 31.6> 23.6:; LRMS m/z Cy4 Haos N, O

Z i EfE 360.498 M E{E LRMS (M+1) 361.4-¢

i}

Bl 6
2-[3-(4-WEIE-1-EFE-FTE) BETEFHKFE]-
T o KEBEA S —HRERF A TR G Wk EfE -
Rf=0.54 ( 10% MeOH/CH;Cl, w/ 0.1% NH,OH)
E @ &K B Y > B Mm% 400 MHz 'H NMR ( CDCIl; )

§7.67-7.58 ( m) = 7.41-7.36 ( m ) - 7.28-7.14 ( m) >

-72 -
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4.75 (s) » 4.70 (s) » 3.74 (d - J= 7.0 Hz) » 3.60
(s) » 2.66-2.61 (m) ~» 2.52-2.45 ( m ) » 2.32-2.25
(m) > 1.97 -1.89 (m) » 1.80 -1.77 (m) B : & & #
¥ o %% # % 100 MHz '’C NMR ( CDCl; ) 8§142.6 »
133.1 » 132.9 > 129.2 » 128.2 > 126.5 > 126.4 > 111.7 >
75.8° 75.3-70.9> 70.7 60.6 » 54.3 > 36.7 > 36.3 > 31.6>

30.8> 23.6; LRMS m/z Cy4 Hag Ny O Z ET E fE 360.498 :

‘ W ZEME LRMS (M+1) 361.4-
g6 7
4-[3-(C4-mpmgoE-1-EFE-FHE) RTERFRHPHE)-
TEOKRES S —KERF A TR GZHEAKREE -

Rf=0.29 ( 10% MeOH/CH,Cl, w/ 0.1% NH,0H)
g @+ R 2y H#HMZE 400 MHz 'H NMR ( CDCls;) §7.66
7.62 (m) = 7.48-7.42 (m ) = 7.28 -7.24 ( m) = 7.19-
‘ 7.13 (m ) =~ 4.61 (s ) = 4.56 ( s ) » 3.47 ( d >
J=6.2Hz ) > 3.66 (d>» J=7.5 Hz) > 3.61 (s 2H)
2.64-2.44 (m) » 2.33-2.17 (m ) > 1.95-1.87 ( m ) >
1.81-1.78 (m) I : R E®BY » H# % 100 MHz '°C
NMR ( CDCl; ) 8144.5 > 132.4 > 129.2 > 127.9 » 127.8 >

126.5 75.6 > 75.0 » 72.2 60.5 > 54.3 > 36.7 » 33.2 >

30.9: 23.6 ; LRMS m/z Cy4 Hyg N; O Z S+ EfE 360.498 ;

B M LRMS (M+1) 361.4 -
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g o8

1-{4-[3-(3-F&EE-FTEFE) BTE]-FE}-IB
WE - IREB 5> —REF A TR G2 a2k &6 -

Rf= 0.40 10% MeOH/CH,Cl, w/ 0.1% NH,OH)
E @ K 2 #Y > ¥ # % 400 MHz 'H NMR ( CDCls) §
7.35-7.16 ( m ) = 6.95-6.80 ( m ) = 4.55 ( s ) =+ 4.49
(s) » 3.81 (d> J=54 Hz) > 3.75 (bs) » 2.70-2.55

. (m) = 2.50-2.44 (m) = 2.31-2.19 (m) = 1.90 -1.84

(m) B RE#H%Y > ¥ #HE 100 MHz '’C NMR
( CDCl3) 8140.5> 129.6 > 126.8 » 120.1 » LRMS m/z Cay4
Hi;, N O, Z 5t B {E 365.514 ; # Z 8 LRMS ( M+1)

366.4 -

E B9
1-{4-[3-(3-F-FEFE) BT E]-FE)-0tgmE -
® wED 5> —MEF A TR GCZHEALKREMFE -

Rf= 0.29 ( 10%MeOH/CH,Cl, w/ 0.1% NH,OH)
B @ K B E Y > 5 % % 400 MHz 'H NMR ( CDCIl;)
67.32-7.24 (m) » 7.19 -7.08 (m) = 6.97-6.95 ( m) -
4.55 (s) » 4.50 (s) » 3.63 (d:> J=7.5 Hz) =+ 3.59
(s) » 2.60-2.59 (m) =~ 2.51-2.44 ( m ) - 2.31-2.21
(m) > 1.91-1.88 (m) » 1.79 -1.76 (m) : JE : & & &
o %5 % % 100 MHz ')C NMR ( CDCIl; ) 8130.1 »

129.0 » 126.5 » 123.1 » 114.6 » 114.4 > 75.3 » 72.5
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60.6 > 54.4 > 36.7 > 36.2 > 33.3> 31.7: 23.6 LRMS m/z
Cy3 Hyg F N OZ st E B 353.478: B E{E LRMS ( M+1)

354.4 -

BOH 10-—KEF A

Z B G

BHMIBEERERRF

B FE®R (0132 EXFH > 1.05 EE) BABAZHE
MEB/NME DB o BAE[E-(4-WRBE-1I-ZERE-FE) - BT

-

E]-FEFM KotBu Wi FH®K - FIATIEERK 075 E

—_

F+8 THF 2 2 FfF LB BKRERMEFERHKE > (307 =

v 1

ok

2) LM A KotBu BF i (1IN

L

o 0.125 B E
£ THF th > 0.25 EF - 025 EXH »2 EEB) - #BES
MEZBEBESH~IS 8B (EERBEBEKR) - ~15 o #ER
B I EALEEBARNIAZRAULYELYE S - B E &
® R FEY FE 45C IN# > MLHEE 20 /MNEF - 20 NEFER DA
0.5 EAFEBEBREYRS  LUFIKEEAWINER
( Silicycle) SCX SPE BHE £ - K& » LI & F £ H &
Z oo FMANER N SEAFRFBEREREZ > BEB ARKH® D
g h > L TS EAEREPRLZ IN TFALREZ - 2R

% > IEHEE - FIF HPLC X B H H % Kk -

it
h

E
BEEDZoBRBERE NERF -
1-{4-3-(4-ZHFEE-FTEFE) BT E]-FE}-

Mk & 0E -
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Rt 4.48 s> ¢ HPLC JH ¥ A LRMS m/z Cy4 Hyg F3 N

O, Z Bt B {8 419.491 B ZE @ LRMS (M+1) 420.13:

g6 11

1- (4-{3-[(3-R-2-%-FE) FEFE]- BT H}-F
) - - EH 10 —REF A B G XK
B fE -

Rt= 4.72 5§ HPLC K ¥ A; LRMS m/z C,; H,; ClI
F N O 2 5t & & 387.929 : 8 & f LRMS ( M+1)

388.13 -

' Al 12

1-{4-[3-(3-F&RE-FTEFE) BT E]-FE -0
E - KBS 10 —RBEF A TR G2k &K -

Rt=4.63 4 4% HPLC JH ¥ A: LRMS m/z C,s Hs; N

. O, 2t EHEfE 365.52 B EE LRMS (M+1) 366.16 -

& fl 15

- (4-(3-[(3,4-ZFK -%%) PEPE)-BTE)-¥
ED) GBI - KEF 10 —REBE A SE G ZHEAK
g

Rt=4.85 s HPLC H % A LRMS m/z Cy3 Hy; Cyy

N O Z s E{E 403.00; B & @ LRMS (M+1) 404.08 -
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g A 14
1= (4-(3-[(3,5-Zf-FE) BREPH]- BT H)-F
H) -MBIE - KEH 100 —REF A SE G ZELRK

2 fE -
Rt= 4.7 44 HPLC H3#% A, LRMS m/z Cy3 H,y F,

N OZEtEE371.475: ME M@ LRMS (M+1) 372.15-¢
g A 15
®
1-{4-[3- (3-FE-FEFE) - BT E]-F&E)-118

E - RKEBG 10 —RIEF A ZEBK G Z il k&K -

Rt= 9.19 & §#&

HPLC A % C: LRMS m/z C,s Hi, N

O 7 s+t E {E 349.521 ; BB &= fE LRMS (M+1) 350.4 -

g 16
1-{4-[3- (3-F-F & F &)
& Bk G 2 f it 2k B fg -

SERTE]-FE) - E -

wER 10 —KEF A
Rt=9.63 99§ HPLC H & C: LRMS m/z C,y;3; Hyy
O 7 s+t B {E 353.484; ¥ ZE{E LRMS (M+1) 354.4 -

g6 17
I-{4-[3- (4-% -F & PE) BT HE]-FE)-H B

wEMH 10 —BF A FB G2 # il &k &E -
HPLC H3# C; LRMS m/z Ci; Hsg

Rt= 8.91 4 &
N O i EE 353.484 7 B &EfE LRMS (M+1) 354.4 ¢

S 77 -
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Bl 18

1-{4-[3-(4-ZRFE-FEFE) BT E]-FTE}-U
HoE - RER 10 —KEF A PR G Z R HME -

Rt=9.50 9 & HPLC KA % C: LRMS m/z Caq His F3

N OZE EfE 403.492; # {E LRMS ( M+1) 404 .4 -

‘ B 6 19
1- (4-{3-[(24-Z &H-FH) FEFE]-BT E}-F
HD) - uE - IRER 10 —REBF A £ B G 2 &k

\}l&'&
.

;‘f‘é o
Rt=9.03 494 HPLC H ¥ C: LRMS m/z C,3 Hiy5 F,

NOZEEE 371.475; I EE LRMS (M+1) 372.4:

E fl 20
‘ 1- (4-{3-[ (3, 4-Z & -FHE) BEFE]-BTHE}-F
H) -Mgig - KEH 10 —EF A B G ZH#H @K
Bl i -
Rt=9.06 4 $# HPLC K5 3# C; LRMS m/z Cy3 Hy; F

N OZ:s & 371.475 | B @E LRMS ( M+1) 372.4¢

g fl 21
1-{4-[3- (3-ZMBE-FEPE) BTE]-FE)-H

ErE - REH 10 —fRIEF A TR G Z R EE -

.78 -
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Rt= 9.45 4> 4% HPLC K % C:. LRMS m/z C,4 His F;

N O &t % {5 403.492; # & LRMS (M+1) 404.4 ¢

Bl 22
1-{4-[3-(4-F=Z=-TH-FEHFE) -BTE]-FE}-

Mg mE - IKE B 10 —EF A FE G kKK

-

Rt=10.154 4% HPLC K ¥ C: LRMS m/z Cy; Hs; N

OZEtE@E 391.602; B & fE LRMS (M+1) 392.5 -

= B 23
1-(4-[3- (2-%-FTEFE) BT H]-FTH)-I B -

FF A B G # il K 8 fig -
m/z C,3 Hag F

REPH 10 — fix T
Rt= 8.89 4 & HPLC JH ¥ C;: LRMS

N O 27 s+ B fE 353.484 : #H ®{E LRMS ( M+1) 354.4 -

= 6 24
- {4-[3- (3-“ H B A E-FTHEEL) -BTHI]-FTE)-
B oE - KEB 10 —RIEF A HBE G gk 8

fi

Rt=9.09 9 $# HPLC 73 & C: LRMS m/z Cy4 Hyo F

N O, Z s+ B {8 401.501 ; 88 2= {E LRMS ( M+1) 402.4
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1-{4-[3-(2-FHEBPFE-FTEFE) BT E]-FTE)-
Mt g e - REH 10 —FEF A TE G ZHEMLRR
fig e

Rt=8.95 % ¢ HPLC JH &% C: LRMS m/z Cso Hss N

O SZEEE 489.682: #H & H LRMS ( M+1) 490.5 -

' A 26
‘ 1-{4-[3- (1-XE-Z&FHE) - BT E]-FE}-U®
mE - fREH 10 —EF A TR GZHlExRHEME -

Rt=9.09 5 & HPLC K & C;

' gl 27

1-{4-[3-(4-BE-FHFE) BT E]-FTE)}-HRK
E - RE 10 —KEF A TR G RRME -

Rt=9.19 9§ HPLC K i# C: LRMS m/z Cys Hiy N

® O Z & B fE 349.521: B@HEfE LRMS (M+1) 350.4-

E B 28
1-{4-[3-(3-WE-FERFE) BT E]-FHE}-ILK
E e IREB 10 —REF A TR GCGZHELKRRE -

Rt=8.83 94 HPLC H & C;

' A 29

- (4-{3-[(2-REE-S-WE-FTH) FEPE]-RT

- 80 -
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HE)-FE) - MHMKEIE - KEH 10> —EHF A B G X
ot R B fE e
Rt= 8.89 ﬁﬁﬁ HPLC jj‘{f C:; LRMS m/z Cy4 Hj3p Ny

Os ZEHEME 410518 BZ|{E LRMS (M+1) 411.4-

g fl 30
1-{4-[3-(3-ZHBPEE-FTERE) BT E]I-FE)-
) Mt 1&g g - IKEBF 10 —REF A KR G Z ik
f -
Rt=9.09 /& HPLC JH &% C:; LRMS m/z Cys Hys F3

N O, Z:Ef@E 419.491; 88 & fE LRMS ( M+1) 420.4 -

=/ 31
1- (4-{3-[ (3,5-ZT R & E-FTE) FPEFE]-BT
E)-FE) -MEIE - KEH 10 —RERF A TR G X

® i 2R B
Rt=8.95 8 HPLC K 3% C: LRMS m/z Cys Hss N

Os 2 5t B 395.547 ; B & LRMS ( M+1) 396.4 -

' B 32
2-[3- (4-MremE-1-EHFE-FE) BRTERFRHEFE]-
Mg - KEBH 10 —REF A TR G & #a kR -

Rt=9.09 ﬁj\ﬁﬁ HPLC jj/f C: LRMS m/z C>y, Hyg Ny

|

N
ity

5 336.481 0 Hl = fE LRMS ( M+1) 337.4 «

o
N
isiili]

T E 1

- 81 -



200529806

(79)

i)

Bl 33
- (4-(3-[(234-Z/ -X%) FEPE]BTE)-
FHED) WBE  KEF 10 —HEF A B G 2B
N
Rt=9.19 9 4 HPLC K ¥ C: LRMS m/z Cy3; Hy¢ Fj

N O Z 5t HfE 389.465: B Z 8 LRMS (M+1) 390.4 -

g fl 34

1-{4-[3- (4-WWBE-1-BERFE-FHE) -BTEHREF
HE)-FEE}-1-H- ™ - REHF 10 —REF A B G2
fm o 2R 2 i e
Rt= 8.83 ¢ HPLC A ¥ C: LRMS m/z Cy6 H3y Nj

OZ 5t B {E 401.556; P& fE LRMS (M+1) 402.4

® =Bl 35
1- (4-{3-[(3,5-Z R E-FHE) FKRKFEI-BETE }-
TED) -MEE - REBH 100 —WEF A SB G 2
K BfE -
Rt=9.56 £ 4% HPLC A # C; LRMS m/z Cys H;; N

OZ:itE{E 363.548; B &{E LRMS (M+1) 364.4-

Bl 36-— A2 FE A

bt

;> BOG

&k
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2-[3-(4-WEE-I-ERFE-FE) BTEFEE]-®
DE - # 2-& g (213 2% » 019 EXKE ) MA®E 1.5E
F THF hz Esi & (B F) B9[3- (4-MIB1E-1-KE F
E-FXHE) BT E)-BE (38.0Z3% 016 EXEEF) HiE
BHEBE®EF > BMA KotBu E ¥ (31087 » 031 EXEFH -
IM THF) - REYWI XN EB#BH -—BEHILEB/AL B EB
B -EEBERHSIWMELHEBEYWECTZHEE (15 5 &)
‘ DR EXKBEREREYERS - LEH/ZEREZ 31 R
EVMHEEREY - BABEBREBSHE  ULHEEBEBRERTMBRSL
R BERAEHEERETEE  AREZBEZIEIDTIR
e  LLEELEEEAEY  WLBRIE ' XREBWMZTESY -
BB N BB BIE EtOAc > BIMA 1 ¥ E X HCI B
¥ (1M THF) 2k 6 H @& # gt HCl B - W HE HE & EH 8 - I
HEBEZBAODTERE  DUEE 45 ER2BEGSCEE - IR
EBYCREREY -
® Rf=0.25 ( 25% MeOH/CH,Cl,w/0.2%NH,OH) : J§ :
K B H#Y > 5 &M% 400 MHz 'H NMR ( CDCl;) & 8.46
(d>» J=50Hz) - 844 (d- J=50Hz) - 7.43-7.39
(m) » 7.21-7.14 (m) > 6.90-6.86 (m) > 4.46 (d> ]=
7.5Hz) > 4.28 (d> J=6.2Hz) » 3.95 (s) = 3.67-3.58
(m)  3.42-3.35 ( m) > 2.80-2.71 ( m ) - 2.52-2.46
(m) » 2.34-2.25 (m) > 1.99-1.91 (m) : JE : KR B #
Yoo 45 % Z 100 MHz '*C NMR ( CDCls ) §165.6 »

127.1 » 115.2 » 71.5 » 70.]

o

159.5 > 147.1 » 130.
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58.9: 53.3 > 36.5> 32.8: 31.3 > 30.1 23.4; LRMS m/z

Cio Hys N3 O Z 5 E fH 323.438; # &= {@E LRMS ( M+1)

Bl 37
8- & B -2-[ 3- (4-MEUGUE-1-F P OE-EH) -
Bl 36 —WRIEF A> H B G2
o 8 -

pIE
~__{
Bt

REE]-EW - KB
® MBEECEBEDE

Rf= 0.30 ( 10% MeOH/CH,Cl, w/0.2% NH,OH)

JIE E BE#Y > ¥ &% 500 MHz 'H NMR ( CDCIl;)
§7.92-7.88 (m ) = 7.52-7.42 (m) > 7.27-7.19 ( m) >

7.0-6.95 (m) = 6.90-6.87 (m) =~ 4.62 (d~>» J= 7.1Hz -
TEEREM#EYW) > 4.44 (d J=58Hz REREEY) > 4.03
(s) »3.70-3.62 (m > FTEREEYW ) » 3.43-3.34 (m-> R

B OR Y% ) - 3.04 ((bs) - 2.80-2.70 ( m > F E B

® ¥ ) > 2.52-2.44 (m - REREY) 2.37-2.24 (m) >
2.02-1.92 (m)  JBE : R E#Y B HE 125 MHz '’C
NMR ( CDCl; ) 8162.1 > 154.1 > 147.7 » 139.1 » 130.5 »
127.4 > 124.1 » 119.8 » 113.7 » 109.2 » 69.3 » 56.5 >
53.15 36.6> 32.9> 31.5> 30.4> 23.3; LRMS m/z C,y¢ Hso

N, O, 2 it EfE 402.535; Bl & { LRMS (M+1) 403.4 -

T -4-FE-2-[ 3- (4-MBE0E-)-E R E-FE

vt
bt
—

1

!
WE

-84 -
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EHFSHE]-EWM - -KEH 36 —KREF A K G 2 H#
o P EEZCREBYE XKW -
Rf=0.25 ( 10% MeOH/CH;,;Cl, w/0.2% NH4OH)
g : X 2 # %Y > % #HFE 400 MHz 'H NMR ( CDCl;)
§7.79-7.74 ( m) = 7.50-7.40 ( m ) = 7.30-7.20 ( m) >
7.10-7.05 (m) ~» 4.54 (d> J=7.4Hz - F EE E ¥ ) >
436 (d» J=5.8Hz ' REREREYW ) » 4.04 (s) » 3.72-
‘ 3.62 (m»» FF ZEE E Y ) » 3.45-3.35 (m » X B B ¥
¥ ) » 2.80-2.82 (m ) = 2.70-2.67 ( m) = 2.51 ( s)
2.53-2.45 (m ) = 2.35-2.26 (m) > 2.04-1.95 ( m)
JE : KR B2 YW - B M E 100 MHz '°C NMR ( CDCIl;)
6130.5 » 130.4 > 127.3 » 127.2 » 125.8 » 125.7 > 113.4 >
113.2 > 112.6 » 112.1 > 111.9 > 69.5° 69.2 > 58.6 > 53.2
36.6 > 32.9> 31.4> 30.3> 23.3> 19.0; LRMS m/z Cy¢ Hjyo

F N, O Z:i EfE 404.526: B & fE LRMS ( M+1) 405.4 -

il

g B 39

4,6-— B B -2-[ 3- (4-HEmE-1-H F E-FH
SE)]-BE - REPH 36 —KEF A TEK G 2
MAEABECRBYWE KR MK -

) -]’ T

it
+

(.-:l:_'*;

Rf=0.20 ( 10% MeOH/ CH-Cl, w/0.2% NH,OH)
e @ & R #E 4% - 5 M ZE 400 MHz 'H NMR ( CDCl;3)
§7.43-7.34 ( m ) » 7.23-7.11 (m ) > 6.61 (s> E‘EE/EEL%

) 0 6.59 (s REBBEBEY ) > 444 (d 1=70Hz F
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ZEMEY ) » 4.25(d J=6.6Hz XREBEEZHEY) - 3.90
(s) » 3.66-3.57 (m~>» T EEMHEY ) > 3.43-3.34 (m~*» &
B O Y ) - 2.88 ((bs)  2.77-2.69 (m ) > 2.52-2.46
(m) »2.35(s) »2.33(s) »1.97-1.88 (m) ;: JE : &
BOREY > K ZE 100 MHz '°C NMR ( CDCls;) 8169.3 >
165.4 > 130.1 >+ 127.1 > 114.1 > 71.3 5 70.6 > 59.1 » 53.4 >

36.3 > 31.4> 30.7> 30.3 > 24.1: 23.4; LRMS m/z Cjy; Hjo

. N:; O Z st EfE 351.491; B & {E LRMS (M+1) 352.4-

BBl 40

2-[ 3-(4-BwE-1I-BEFE-FE) BT EHEAE]-
o - IREH 36 —RIEF A B G z#ad - A A#E
ECEBDERKE

Rf=0.25 ( 10% MeOH/ CH,Cl, w/0.2% NH,OH)
IE - R By > B #HMZE 500 MHz 'H NMR ( CDCl;) §8.16

® (d>J=1.7Hz T EE#EYW) > 8.14 (d> J=13Hz X

Z R By ) > 8.04-7.97 (m) > 7.52-7.40 (m) - 7.20-

7.15 (m) » 4.39 (d > J=7.1Hz » T EE #E Y ) - 4.21

(d>» J=62Hz REEBEBYW) > 404 (s> FTEERB
) » 4.03 (s> REEBEYW) »3.64-3.56(m FTERE

Bpo) b 3.42-3.32 (m> REBEEY) > 3.04 (bs) » 2.76-
264 (m) » 2.45 (dddd > 1=2.9>2.95 2.9 2.9Hz) -
2.31-2.21 (m) =+ 2.02-1.94 (m) =+ 1.92 (dddd > 1= 2.5>

2.5: 2.5 2.5Hz) B R E®EY > BFHZE 100 MH:z

- 86 -
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'3 NMR ( CDCls ) 8160.6 » 160.5 » 147.3 » 146.9 >
140.7 » 136.6 » 136.1 » 130.5 > 127.2 » 70.1 > 69.7 >
58.5 » 53.2 5 36.5 > 36.1 > 32.7 > 31.2 > 30.1 > 23.3

LRMS m/z Cyo Hys N3 O 2 5+ B f 323.438 ; # 2 ff LRMS

( M+1) 324.3 -

g A 41
‘ 2,5-Z R E-3-[ 3- (4-HBE-1I-HERFE-FHE) -BT
EHESE]-HH - KEBH 36 —MEF A T BEHE G 2

A EECEKBYWERRE -

ré’l;

Rf= 0.28 ( 10% MeOH/CH,;Cl, w/0.2% NH,OH)
B @ K E Y > B & ZE 500 MHz 'H NMR ( CDCl;) 7.78
(s> TEREYW) » 7.76 (s RERBEY ) » 7.44-7.35
(m) » 7.22-7.15(m) ~» 4.40 (d>» J=7.1Hz » F ZE & &
¥ ) > 4.22 (d> J=58Hz> XREBRBEYW) > 3.90 (s F
o ZEEY) 388 (s REEBYW) » 3.68-3.59 (m>
FERBEYW ) > 3.43-3.34 (m> REBRBEY ) » 2.92-2.84
( bm) > 2.76-2.65 ( m) = 2.45 ( dddd :» J= 2.5 2.5
2.5 2.5Hz) = 2.38-2.26 (m) - 1.98 ( dddd » J= 2.5
2.5:; 2.5 2.5Hz)  1.95-1.87 (m) ; g : R 2 #E W » 4
# x& 100 MHz '*C NMR ( CDCl; ) &158.1 » 157.9 -

147.7 » 146.8 > 141.1 » 134.

N
—
(U]
(@)
(3]
s
[\
~
—
(@)
O
(O8]

20.9: 19.0; LRMS m/z Cy;3 Hiyg9 N3 ZE"‘ ii,%j {[E 351.491 ;';1,:&

87 -
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Z{E LRMS (M+1) 352.3 -

Bl 42

2.0 3- (4-MgE-1-EFE-XEE) -BTEBSHE]
WoE c KER 360 —REF A PR
ETEBYWE K EE -

Rf=0.25 (10% MeOH/ CH,;Cl, w10.2% NH,OH)

\|

‘ B - R E#¥Y > B %% 500 MHz '"H NMR ( CDCl;) 88.11
(dd>» J=1.3> 1.3Hz) > 8.08 (dd> J=1.7> 1.7Hz) >
7.54-7.48 ( m ) = 7.44-7.38 ( m) = 6.84-6.77 ( m )
6.73-6.67 (rn) > 4.40 (d- J=6.5Hz > ¥ B R &%) -

421 (d>» J=6.2Hz REEZ#E¥W ) » 3.91 (s) - 3.68-

w

58 (m» F E E E Y ) - 3.44-3.25 (m > R EE
¥y ) ’A2.89 ( bm) »» 2.77-2.65 ( m ) > 2.47 ( dddd » ] =
2.5 2.5 2.5 2.5Hz) » 2.32-2.24 (m) » 1.96 ( dddd >
‘ J=12.95>2.95>2.9> 2.9Hz) - 1.98-1.87 (m) : J§ : K B
W4 o ¥ # % 100 MHz 'C NMR ( CDCl3) & 164.3 >
147.0 » 138.7 » 130.1 » 127.1 » 116.8 > 111.3 » 69.4 »
59.1 » 53.5: 36.6 > 32.9: 31.4> 30.7 > 23.4; LRMS m/z
Cy; Hy¢ No O ZETE{E 322.449; #i =2 {E LRMS ( M+1)

323.3

Z fil 43

2-F B -6-[ 3- (A-MEME-)-ERE-FE) -RTER
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S E)-ME - KEH 36 —MIEF A TEH G ZHEL - F
FAEECRIBEYWERKME -
Rf= 0.25 ( 10% MeOH/CH,Cl, w/0.2% NH,OH)
E : R B2 - B #Z%E 500 MHz 'H NMR ( CDCl3) ¢
7.47-7.38 ( m ) > 7.25-7.18 ( m) = 6.69-6.64 ( m)
6.52-6.47 (m ) = 4.38 (d>» J=7.5Hz > T EREYW) -
4.20(d>»J=6.2Hz REE®EBY) »3.98(s) > 3.69-3.59
® (m:> TERHEY ) » 3.44-3.34 (m > RERBEYW) >
3.00 ( bs) » 2.77-2.66 (m ) > 2.48 ( dddd » J= 2.5 >
2.5, 2.5>2.5Hz) »2.41S> X EREREYW ) > 2.39 (s> XK
B R Y ) > 2.34-2.26 (m) > 2.02-1.92 (m) : JE @ K
R EEY - B ZE 100 MHz '°C NMR ( CDCl;) 6 163.8 >
156.5 » 147.4 » 139.0 » 130.4 > 127.2 > 115.9 » 107.3 >
69.2 » 58.8 » 53.3 » 36.6 > 33.0 > 31.4 > 30.4 » 23.4
LRMS m/z Cyy Hog N O Z 5+ B B 336.476 : # Z {E LRMS

‘ ( M+1) 337.4 -

Bl 44

SEREE -6 3-(4-BIE-I-ERE-KE) -RTE
g HE]-%B - KREF 36 —MREF A> TR G2
MEBBEEZRBYWE XRH

Rf=0.25 ( 10% MeOH/ CH,Cl, w/0.2% NH,O0H)
E @ R RBEY - B M FE 500 MHz 'H NMR ( CDCl;) 6

7.45-7.38 (m) = 7.22-7.15(m) = 6.92-6.86 ( m) - 4.52

-89 -
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» J=8.0Hz T EEEEY ) > 4.33 (d> J=5.8Hz" &

EEBYW) > 3.99 (s> TE2EBEBY) » 397 (s> REE

Y )  3.93 (s) » 3.67-3.54 (m > F EEBEEYW ) >

3.44-3.33 (m ZREEEYW ) > 2.82 (bm) > 2.80-2.70

(m) » 2.47 (dddd:» J=2.5>2.5> 2.5 2.5Hz) ~» 2.33-

2.23

100

‘ 130.

53.4

23.4

1E

(g

N O 2

(m) » 1.99-1.88 (m)  J§ : R EHY BB EZE
MHz '*C NMR ( CDCl;) & 162.1 » 146.9 » 131.0 -
35 129.0 > 127.1 > 121.7 > 70.6 > 59.1 > 54.7 » 53.7 »
, 36.5 > 36.1 > 32.7 » 31.3 » 30.5 > 30.1 » 28.5 »
LRMS m/z Cy;, Hy7 N3 O, 2 5t & f 353.463 ; 1 &

LRMS ( M+1) 354.4 -

B fl 45

1-{4-[3-(2-R-F&HFE) BTE]-FE - -
Bl 10 — IR A F K Gt 2k W fE

Rt=4.75 4 & HPLC 5 3% A LRMS m/z Cy3; Hyg Br

TEE 414.39 ) BR & {E LRMS ( M+2) 416.04 -

ot

E Bl 46

24-Z“ FHEE-6-[ 3- (4-HMBE-1-EFRE-FE) -8

TEFHEE]-BIE - KEB 36 —KEF A TR GCZ#H

oo

MAEBECEBYERREFE -

Rf=0.3 (10% MeOH/CH,Cl, w/0.2% NH,OH) ; &

M EBY > B HME 400 MHz 'H NMR ( CDCl;) §7.49-

- 90 -
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7.43 (m) > 7.25-7.18 ( m) > 4.02 ( bs) = 3.68-3.56
(m> FEREHEYW) » 3.44-3.34 (m - REBRBBEY) -
3.07 ( bs) » 2.33-2.22 (m) = 2.05-1.98 (m) : J§ : &
BBy o B MZE 100 MHz '*C NMR ( CDCls;) 8173.0
147.5 > 130.6 > 127.3 > 70.1 > 58.6 > 53.1 » 36.5 > 31.4
31.2 > 28.9 > 23.3 5 LRMS m/z Cy, Hioo N3 O; Z 5t B &

383.489 ; BH & {E LRMS ( M+1) 384.4 -

BB 47 08 B 48

BA 4(—EF A FTEK G) ZIE: REBYHH
MmETBERMAMNAE 10 &40 x25 4 F W IK® ( Chiralpak)
AD B+ - LA 85/15 BR L /EtOH R L | ¥ » WM E 275 Z 7/
5 R HEBMEMHE HPLC ZRE K - B X E KR @ £ 18 /F 5

1.8%¢ » WEE 1.8 /10 EFH (4: 1MeOH/CH,;Cl,) -

‘ B Bl 47

oD

g - K -4- B 3- (4-WIE-1-EBFHE-FXHE) -IB
THE B E -

S5 M Rt=8.5 >4 > UV max 250 ( HF /IR T AD:-
4.6x250 E K » 85/15 B4 /Z B > MLk 0.25%DEA > 1 EF
/%) : Rf=0.35 ( 10% MeOH/ CH,Cl, w/0.2% NH,OH)
400 MHz '"H NMR ( CDCl3) 67.77 (d > J=8.3Hz 2H)
7.31 (d>» )J=9.9Hz > 2H) - 7.22 (d J=7.9Hz > 2H)

7.06 (d: 1=7.9Hz  2H) = 3.98 (d - J=6.2Hz - 2H)

S99 -
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3.56 (s> 2H) » 3.39-3.30 ( m~» 1H) ~» 2.61-2.52 ( m
1H) » 2.50-2.44 (m > 4H) » 2.41 (s» 3H) ~» 2.40-2.35
(m > » 2H) = 1.86-1.77 (m » 2H ) = 1.76-1.69 ( m >
4H ) ; 100 MHz '*C NMR ( CDCls ) 8§145.0 > 143.7 >
137.4 » 133.4 - 130.1 > 129.1 » 128.1 » 126.4 > 74.2 >
60.6 » 54.4 > 35.9 > 32.5> 30.3 > 23.7> 21.9; LRMS m/z
Cy3 Hz9 N O3 S Z 5 & fE 399.552 ; 8 & {8 LRMS

‘ (]\’I'l'l) 400.3 -

B Bl 48

K- X -4-FFB 3- (4-MgEg-1-EHFE-XHE) -B
T E R E -

S Rt=12.9 454 » UV max 250 ( HF B Ik = AD
4.6x250 Z % > 85/15 B /ZE > ML 0.25%DEA > 1 Z F
/%) + Rf=0.35(10% MeOH/ CH,Cl, w/0.2%

. NH,OH ) : 400 MHz 'H NMR ( CDCls) & 7.82 ( d» 1=

8. 1Hz» 2H) » 7.35 (d~>» J=7.8Hz: 2H) » 7.25 (d ]=

8.2Hz» 2H) » 7.12 (d>» J=8.2Hz>» 2H) - 4.18 (d~-» J=

7.4Hz > 2H) = 3.57 (s 2H) - 3.56-3.47 ( m » 1H)

2.66-2.56 (m~>»> 1H) » 2.51-2.46 (m » 4H) = 2.44 ( s

3H) = 2.30-2.10 ( m » 2H ) = 2.20-2.12 ( m » 2H)

-

1.80-1.70 ( m » 4H ) = 100 MHz '>C NMR ( CDCI;)

6145.0 » 144.1 » 137.4 > 133.4 > 130.1 > 129.1 » 128.]

(U8
)
[SB]
o
O
[NS)
(O8]
~)

126.4 » 73.9 > 60.6 > 54.4 > 36.]

_90 -
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14.4; LRMS m/z Cy3 Ha9g N O3 S ;Z

oul

THE{E ; 399.552 @&

fE LRMS ( M+1) 400.3 -

BB 49-— ik IERF A
B F

il

&

RR-[3-(C4-pgmg-1-ZEHFE-FE) BT E]-BE
BEFMAERE (125 27 ) P TR-BF-4-E K 3-

® (4-ME g uwE-1-FXFFE-FE) BT EFBE (FH 48)
(0.5 32 1.2 EXEEFE) WB\EHEHERS - 16 IR » RIJE
MIRECBEREBRILIBDBER - A ]
BWWRAMKEKRBREYRS - & EEEEA
=)

2 F 15%NaOH K
HKHEERE I
LL3: 1 CH3Cl: EREBEBEFNZ - #5#H0E®RE T MK
Lk BEAKBRIETER AREBEZIED
B LDEEBEELEY (242 BER > T9%EE ) » It

~

BE—EEAH  UYPEITEEER AF&—F -
® Rf=0.26 ( 10% MeOH/CH,Cl, w/0.1% NH,0OH ; -HCI
B8 500 MHz 'H NMR ( CD3;OD ) 87.45 ( d - 8.3 Hz -
2H) » 7.37 (d> J=18.3 Hz>» 2H) > 4.34 (s> 2H) - 3.71
(d>» J=7.0 Hz-» 2HO: 3.62 ( dddd > J= 8.3 > 8.3+ 8.3 >
8.3 Hz » 1H) » 3.48-3.44 ( m » 2H) > 3.21-3.14 ( m >

2H )

o

.47 ( app sep.J=7.0Hz > 1H) = 2.26-2.22 (m >

4H)

o

219-2.15 (m > 2H) » 2.05-1.94 (m > 2H) : 100
MHz '>C NMR ( CDCl3;) 6145.5: 135.9> 129.4 > 126.5 >

66.5 > 60.5> 54.2> 36.6> 33.2 > 31.3> 23.5; LRMS m/z

- 93 -
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Cie Hos N O Z s & » 245.364 ; B8 & {E LRMS ( M+1)

246.4 -

EHl 50
B -[3- (4-MIEE-1-BERFE-FHE) BTE]-FE -
wER 49 —EF A TR F2HA » FIFE B 47 1§
BEBEYWBERHME -
® Rf=0.26 ( 10%MeOH/CH,Cl, w/0.1% NH,OH) 400
MHz 'H NMR ( CDCls) 6 7.60 (d: J=7.9Hz -+ 1H) - 7.31
(d>» J=7.9Hz > 2H) = 7.16 (d > J=7.9Hz > 2H) - 3.78
(s> 2H) »3.60 (d> J=5.8 Hz>» 2H) - 3.40 ( dddd > J=
8.3>8.3> 8.3 8.3 Hz> 1H) -+ 2.76 ( bs) - 2.55 -2.43

(m) » 1.90 -1.81 (m) 5 LRMS m/z C;¢ H3 N O 2 &

oun

B 245.364; R E{E LRMS (M+1) 246.4 -

[ g H 51 |
g -4,6-— F & -2-[3- (4-MFE-1-EFE-FH) &R
TEREHE)-BIE - KB 36 —HREF A B G2 #
o M BEEAEZREEYWE > MEBL 5028 (IE-[3- (4-1

ME-1-EBRE-FE) - BTE]-FE) K& HF -

Rf=0.21 ( 10%MeOH/CH,Cl, w/ 0.1%NH,OH) ; 500
MHz 'H NMR ( CDCls;) 87.27 (d- J 7.9Hz» 2H) > 7.16
(d > J=7.9Hz > 2H ) =+ 6.63 (s » 1H) » 4.30 ( d

J=6.6Hz > 2H) - 3.65 (s> 2H) » 3.47-3.37 ( m > 1H) >

- 94 -
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2.82-2.72 (m » 1H) » 2.62-2.49 (m > 6H) » 2.37 (s>
6H) » 2.02-1.97 (m > 2H) > 1.83-1.78 ( m > 4H) : 100
MHz '*C NMR ( CDCl;) 8169.3 > 165.3 > 145.0 > 129.3 >
126.6 > 114.0 » 71.6 » 60.2 » 54.1 » 36.4 » 33.2 > 30.7 >
24.0 > 23.5:; LRMS m/z Cy; Hyg N3 O 2 5 & fE 351.491 ;

HEME LRMS (M+1) 352.4 -

® Bl s2
NE -2-[3- (4-MBE-1-ZEFE-FE) - BT EHRS&K
HE]-wmE - KBS 36 —EF A TR GZHEA > A
EEzEBEYWE - WEF 50 ZEBE (NE-[3- (4-00EE-1-
EFE-FHE) RTEI]-FE) RRK -
Rf=0.39 ( 10%MeOH/CH,Cl, w/ 0.1% NH,OH) : 500
MHz 'H NMR ( CDCl;) 6 8.48 (d- J=4.9Hz 2H) - 7.25

(d>» J=8.3Hz» 2H) - 7.15 (d > J=7.9Hz » 2H ) = 6.90

‘ (t>» 1H) » 4.33 (d: J= 6.2 Hz » 2H ) = 3.60 ( s
2H ) = 3.48-3.38 (m » 1H) - 2.85-2.72 ( m » 1H)
2.60-2.47 (m » 6H) = 2.05-1.95 (m » 2H) =~ 1.81-1.72
( m > 4H) 100 MHz '°C NMR ( CDCl; ) 8165.6 -

159.4 > 144.6 > 136.4 > 129.2 » 126.5 > 115.1 » 71.8 >
60.5° 54.2> 36.4> 33.1> 30.5> 23.6: LRMS m/z Cy9 Hjs

N; O 7 St & {8 323.438; B & LRMS (M+1) 324.3 ¢

05 -
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NE -5-2 & -2-[3- (4-MtgmwE-1-EFE-FE) - BT E
BESRE]-BIE - KEHM 36 —RERF A TR GzZz#E -
FMEABECREYWE  FMEH 50 2B (IE-[3-(4-H1
E-1-ZEFE-XE) BRTE]-BFE) XRHMHE -

Rf=0.24 ( 10%MeOH/CH,;Cl; w/ 0.1% NH4;OH) : 500
MHz 'H NMR ( CDCIl;) 6 8.32 (s> 2H) > 7.26 ( d >
J=8.3Hz > 2H) » 7.16 (d > J=7.9Hz > 2H) - 4.30 ( d >
J=6.2Hz > 2H) > 3.63 (s> 2H) =+ 3.48-3.37 (m - 1H) >
2.84-2.72 (m » 1H) > 2.60-2.48 (m >» 8H) - 2.04-1.94
(m> 2H) > 1.84-1.74 (m > 4H) > 1.22 (t> 3H) : 100
MHz '3C NMR (CDCl3;) & 169.4> 129.4: 126.7 > 114.0 >
70.7 > 60.2 » 54.1 » 36.6 » 31.5 > 30.3 » 24.1 » 23.6 :
LRMS m/z Coy Hyo N3 O Z 5+ B {5 351.491 ; 2 fE LRMS

(M+1) 352.3 ¢

o ' B 54

NE -3-FF B -6-[3- (4- M E-1-BERE-FHE) -BRT HE
RERE]-B  KEB 36> —KEF A TR GZ &t
MAEEEcEBYWE  MES 50 2B (ME-[3- (4-115
E-1-ERE-FE) - BRTE]-FE) KRMEFE -

Rf=10.46 (10%MeOH/CH,Cl, w/ 0.1% NH4O0H) ; 500
MHz 'H NMR ( CDCI;3)é 7.32 (d> J= 8.3 Hz» 2H) -
7.21-7.15 (m > 3H) - 6.86 (d> J=9.1Hz - 1H) = 4.43

(d: J=6.2Hz > 2H) » 3.75 (s> 2H) » 3.48-3.36 ( m -

-06 -
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1H) =+ 2.84-2.68 (m > SH) » 2.57 (s 3H) - 2.55-2.46
(m = » 2H ) = 2.06-1.95 (m » 2H ) > 1.90-1.82 ( m ~
4H ) ; 100 MHz '*C NMR ( CDCI;)8164.0 + 155.3 >
145.5 > 130.1 » 129.6 > 129.0 > 126.8 > 117.7 » 70.9 >
590.8 > 53.9 5 36.2 » 32.9 5 30.6 > 23.5> 21.7 ; LRMS m/z
C,1H27 N3 O 25t B fE 337.464 ;ﬁg{ﬁ LRMS ( M+1)

338.4 -

gl 55

R -4,6-Z FF F -2-[3- (4-HIRIE-1-EPFE-FHE) -B

TEFE&E]-BIE - (REB 36 —IEF A B G2 #

Mo M A A BECEBEYME > TWER 49 2B (&K-[3- (4-1
EoE-1-BERE-FE) BTE]-FE) R MK -

Rf=0.28 ( 10% MeOH/CH,Cl, w/ 0.2% NH,;OH)

500 MHz 'H NMR ( CDCl3) 8§7.29 (d> J=8.3Hz > 2H) -

® 7.21 (d>» J=7.9Hz > 2H) = 6.66 (s> 1H) - 4.49 ( d >
J=7.5Hz » 2H) =~ 3.72-3.60 ( m > 3H) = 2.86-2.72 ( m -
1H) » 2.64-2.52 (m > 4H) - 2.41 (s> 6H) - 2.38-2.33
(m>» 4H) - 1.85-1.78 (m > 4H) : 100 MHz '3C NMR
( CDCls) 8169.4 » 129.4 > 126.7 » 114.0 > 70.7 » 60.2 -
54.1 > 36.6> 31.5> 30.3 > 24.1> 23.6: LRMS m/z Cy, Hyo

N; O 2t EE 351.491; 8R & {E LRMS ( M+1) 352.4-

Bl 56
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Ro-2-[3-(4-Mtmgg -1-EFE-FHE) -BTHEESH

HE]-moE - IKEBH 36 —MEF A XK GzHEL o FA

Mo HEME - MEH 49 2B (K-[3- (4-BEEIE-1-
ERE-XE) BTEHE]-FE) X&kE -

Rf= 0.32 ( 10% MeOH/CH,Cl, w/ 0.2% NH,OH)

500 MHz 'H NMR ( CDCls;) 88.51 (d- J=4.6Hz > 2H) -

7.30 (d> J=8.3Hz > 2H) » 7.20 (d > J=8.3Hz>» 2H)

® 6.93 (dd > J=2.1> 2.1Hz» 1H) -+ 4.51 (d> J=7.5 Hz >

2H) » 3.72-3.60 ( m > 3H) =+ 2.87-2.76 ( m » 1H) >

2.64-2.56 (m > 4H) - 2.38-2.30 (m > 4H) - 1.86 -1.76

(m > 4H ) : 100 MHz '’C NMR ( CDCl; ) &§165.7 »

159.5 > 159.4 » 145.4 > 129.4 > 126.7 » 115.1 » 71.2 >

60.2 > 54.1> 36.4 > 30.1 23.6: LRMS m/z C,9 H2as N3 O

ZEtE{E 323.438; BHZEEME LRMS (M+1) 324.4-

® g B 57

K-5-2 & -2-[3-(4-HBE-1T-ERFE-FE) -RBTE
RS E)]-WE - KREH 36 —WMBF A $HE G-
FlReHEcEBYE - ME 49 2B (R-[3-(4-018
E-1-EFE-FE) BT E)]-FE) kR&MHE -

Rf= 0.35 ( 10%MeOH/CH,Cl, w/ 0.2% NH;OH : 500
MHz 'H NMR ( CDCls ) 88.34 (s » 2H) = 7.29 ( d >
J=8.3Hz » 2H) =+ 7.19 ( d > J=8.3Hz » 2H) - 4.48 ( d -

1=7.5Hz » 2H) = 3.70-3.62 ( m > 3H) > 2.86 2.74 ( m -
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1H) » 2.66-2.54 (m~» 6H) = 2.36-2.32 (m*» 4H) = 1.86
-1.78 ( m » 4H) - 1.23 (t>» 3H) ; 100 MHz '>C NMR
( CDCl3;) 6164.4 > 158.7 > 145.6> 129.9+ 129.4 > 126.6 >
71.03 » 60.2 » 54.1 > 36.5 > 31.5 > 30.2 » 23.5 > 22.9 >
15.5; LRMS m/z Co; Hyo N3 O Z 5 B {8 351.491 ; B EZ B

LRMS ( M+1) 352.4 -

. = Bl 58
R-3-FF & -6-[3-(4-EmE-1-EFHE-FH) - BT E
BEE]-B  -KEPH 36 —FERF A B G -
FIEAEBEBCRERBEYWE » MEH 49 2B (&-[3- (4- 1K
E-1-BERE-FTE) BRTE]-BFE) REEFE -
Rf=0.35 ( 10%MeOH/CH,;Cl; w/ 0.2%NH,OH : 500MHz
1H NMR ( CDCI13) 6 7.24 (d > 7.9Hz » 2H) = 7.20-7.15
(m:» 3H) = 6.85 (d > J=9.1Hz > 1H ) - 4.61 ( d ~
. J=7.5Hz » 2H) = 3.70-3.58 (m:* 1H) ~» 3.57 (s> 2H)
2.83-2.72 (m > 1H) » 2.57 (s>» 3H) = 2.53-2.44 (m -
4H) » 2.38-2.44 (m = 4H) - 1.79 -1.71 (m > 4H ) ; 100
MHz '*C NMR ( CDCl3) 8164.1 > 155.3 > 144.9 > 136.7 »
130.1 » 129.2» 126.5+ 117.7» 70.7 > 60.5 54.3 > 36.6 >
31.55> 30.1 > 23.6> 21.7; LRMS m/z C,;;H;7; N3 O 2 i E

fE 337.461; B &Ef{E LRMS (M+1) 338.2;

E A S9-— WAEF A
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&

B G

Mg -5-58 B -4- A S M oE-3-%F -2-[3- (4-WL B IE-1-8 §
E-FXE) BTER&E&E]-WE -

MAoLBBRZIEEERERF -

EBCRBHESERALY (015 EXEH - 3 &)
HAEABA_BHMENAESF - KE (BEH 50 E-[3- (4-H
EE-l-ERE-FE) - RTE]-FE) (05 ZF » 12.3
ZE®R 005 EZEEF 1 EE) N EBRMARKBZIREFS
EE LYW - KotBu B THF BF ¥ (0.15 ZEF - 0.15 E
EH > THF 2 IN BR 3 EE) MAKBRSF - &
REYVEZEZEEEY —EB®R  -MA 0LS EAFERBREYR
¥ oo A% H E A Silicycle SCX SPE HE £ - U Z & F 42
FHBE - EHR/NEMR > LIS EFFEREZ - &K
wNERFT > LTS EAEFEEFRZ IN TFA KR Z - &
BEZBAODTEEREBR - 8BTBEBMA 005 2 111
CH,CLL,/TFA» T HEZERFEH~1 NFRES KEELZH
FEEALWERE HBFEERZIELH TFA B - f B
HPLC BB F ¥ ZTHML - BEEWZHKRE KRS /N
EHS o LEELERELEY -

Rt= 6.83 538 HPLC H ¥ B: LRMS m/z Cis Hi¢ Ny

O Z st B fE 420.597 : R ZEE LRMS (M+1) 421.59;

i

Bl 60

WE - 0E -4-% -{6-[3- (4-ML M8 1 -1-& B H -F &) -8
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TERERE]-BH-3-F}-F - REB 59 —REF A &
B G 2 At 2k B -

B Bl 6l
ME -2-{ [3-C4-mtmg-1-ERFE-FE) -BETEFRE]
fAE}4ZAFE-BE - KEB 59 —KBEF A K
G Z f# it 2K % fig -
® Rt=8.69 2> HPLC K & B: LRMS m/z Cy; Hys F;

N; O 2t E B 391.435; 88 & fE LRMS ( M+1) 392.4 ;

B #l 62

e -5-2F & -2-[3- (4-MBE-1-EFE-XE) BT E
FaRE]-BIE - KEBH 59 —KEF A> K G2 XK
B -

Rt=4.154 ¢ HPLC JH i B: LRMS m/z Cy¢ Hyo Nj

‘ OEtEIE 399.535; BR & fE LRMS ( M+1) 400.25 -

E B 63

ME - C4-& -F &) -{6-[3- (4-H B E-1-HF & -F
X)) BETEF&EE]-BH-3-E}-F@F - kEH 59 — &
BF A B Gz K&HE -

NS

Rt=9.49 49 & HPLC KA ¥ B: LRMS m/z C;; Hig
LRMS m/z Cl N3y O, Z 5t B fE 461.99 ; # & {E LRMS

(M+1) 462.5
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B B 64
JE -1,3-Z B B -1-{6-[3- (4-MEmg g -1-F F E-FE) -

TEHRSE]- B -3-E}-F - KEP 59 — B A

=

TR CZHLRKME -

B Pl 65
NE -4-0t 0% og -3-F -2-[3- (4-ME Mg o -1-H B & -F &)

KEB 59 —RIEF A TR G

RTEF&AE]-BIE -

A 2R OB fE e

Rt= 3.68 fj\fﬁ i LRMS m/z Cy4 H3,2 Ny

HPLC FH ¥ B

O Z 5t {8 392.544 ; W& E LRMS ( M+1) 393.29 -

Bl 66
JE -4-5 X -6-Mf 0% 0E -3-F -2-[3- (4-ME 0 wg -1-F B & -
— RERF A

) RTEFSE]-BIE - (kEHF 59

o
3

B G ot R E -

Rt=3.73 &9 ¢ HPLC

OZ:itEE 406.571 ; BB ZEE LRMS ( M+1) 407.34 -

jj-(f B, LRMS m/z C25 H34 N4

' Al 67

Mg -4- (3-&-F F ) -2-[3- (4-MBE-1-BE F HE-F

-RTER&SE]-ERM - KREH S9 —RIEF A

%)
=R NS EE
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Rt=4.44 54 HPLC H ¥ B, LRMS m/z C3q H;¢ ClI

N; O Z i EE 483.00; BR L E LRMS ( M+1) 484.22 -

= Bl 68

Mg -3- (3-&-FH ) -1-H E-1-{6-[3- (4-IL ¥ 0E -1-F
RFE-FE) BETEFEE]-BUW-3-F}-F - KREH 59
—ERF A TR GZHMARXRRE -

‘ Rt

LRMS m/z Cl Ns O, Z s+ B fE 505.00; #H Z {8 LRMS

= 4.13 4 ¢& HPLC A ¥ B LRMS m/z C,s Hi»
(M+1) 506.23 -

' B 69

g -5- (4-F&EE-FAE) -2-[3- (4-WEwE-1-8FF

E-FE) ETEF&E]-BEK - KEH 59 —REF

A B G Z R -

) Rt=4.17 4 $ HPLC K & B: LRMS m/z C,; Hs; N;
Oy = 5t B f 445.56 ; LRMS # & @ LRMS ( M+1)

446.26 -

g4 70

NE -4-MEnE -2-F -2-[3- (4-H B E-1-ZEFH-FE ) -B&

4

TERHE]-Z2RWK - KEH 59 —®EF A TR G2
oI K OB fE -

Ri=4.104 4% HPLC 75 ¥ B: LRMS m/z Cyo Hso Ny
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OZ s EME 450.583 7 B & LRMS ( M+1) 451.26 -

g6 71
JE-5- (3-&-F&HE ) -2-[3- (4-WWEE-1-FF E-F
Z) - RTEF&E]-BE - KB 59 —EF A F

BR G 2 # f 2R  {F -
Rt=4.28 4 4 HPLC JH & B LRMS m/z Cys Hys ClI

. N3 O, Z:tEfE 449.979; B ER{E LRMS (M+1) 450.23 ¢

B 72
NE -4-2% & -6-N & Mg -4-F -2-[3- (4-MyE-1-8F
E-FE) BRTEFSKRE]-HE - KEH 59 —KREF
A R GZHEMRKHRE -

Rt= 3.89 4 4 HPLC 5 # B: LRMS m/z C3; His Ny

O s+ B {8 482.668 ; M % {8 LRMS ( M+1) 483.33 -

' TRE

JE -3- (3-F H -5-F & -Mt ™ -1-F ) -6-{[3- (4-M B
mE-1-ERE-FE) BRTEFE]&EE}-BEH - KE H
59 —MEF A TR GZEMLRRME -

Rt=4.19 9 4 HPLC JH % B: LRMS m/z Cio His; Ns

Oz st B B 479.625; 88 2 LRMS ( M+1) 480.29 -

74

ol
-
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S-F -4- N E M -4-F -2-[3- (4-M g -1-FE B E-F
E) RTERE&E]I-BE - KEPH 59 —®EF A F
BR G 2 it 2R & -

Rt=3.74 4 HPLC 5 & B: LRMS m/z C,s Hs; F

Nys OZEtE(E 424.561 ; B & {E LRMS ( M+1) 425.31-

' A 75
ME -3-75 & Mt o -1-F -6-[3- (4-WE g -1-F B & -F
) RTER&E]-BY - KEPH 59 —®HEF A&

\|

BR Gt 2k & g -
Rt= 3.65 44 HPLC H ¥ B: LRMS m/z Ci4 Hs3 N

OZEHEE 407.559: M E{E LRMS (M+1) 408.32 -

B A 76
IE -4-K & -2-{[3- (4-MMEwE-1-EFE-FHE) -RT
® ERFEIEE}--ZAFE-BR - IKEH 59 —REF
A R Gl RKHEME -
Rt=4.41 54 HPLC 5 ¥ B: LRMS m/z C,; Hjs Fj

N; OZE T EE 467.532; R E{E LRMS (M+1) 468.24 -

g6 77
NE -4-F B -6-N & W OE -4-F -2-[3- (4-ML g oE -1-F B
E-XHE) BTEHFARE]-BK - KEH 59 —KEF

A B G2 Ak R R E -
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Rt=3.72 &4 HPLC jﬁ/f B: LRMS m/z Cy¢ Hz¢ Ny

O ZEtEE 420.597; B & fE LRMS (M+1) 421.33

= 6 78
ME-1-F E-4-[3- (4-MEE-1- ERE-XE) BT E
)R - REH S —MEF A S B G2 LK
B -
. Rt= 3.73 434 HPLC F# ¥ B LRMS m/z Cys Hyg N3

O Z st B fE 387.524; W& {E LRMS (M+1) 388.26 -

' A 79

JE -2-[3- (4-ME-1I-ERFE-FHE) BT EBRBE&
E]-4-M-BFRE-BE -KEB 59 —KEF A FR G
2 fE o2k B fE e
Rt=4.17 & HPLC 5 ¥ B: LRMS m/z C,; Hi N;

® O ZEtEfE 413.562: B EE LRMS (M+1) 414.31 -

' Bl 80
Mg -5- (5-Ht-2-F & & -F &) -3-{[3- (4-BEE-1-8
FE-XE) BTEIFEE}-BH - REH 59> —KRIE
F A SR GCGZELERRME -
Rt=4.13 £ $# HPLC K 3% B: LRMS m/z Cys Hi, |

N; O, 2 it BEfE 569.48; B & fE LRMS (M+1) 570.21
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B Bl 81

NE -5-F F -4-78 G Mo -4-F -2-[3- (4-M g g -1-F H
X-FXE) BTERKE]-BE - KEH 59> —KEF
A B G Z M RKME -

Rt=3.73 44 HPLC H ¥ B: LRMS m/z Cy¢ Hiys Ny

O et & {8 420.597 ; BB ME LRMS ( M+1) 421.35 -

® g 82
NE -4- (2-FF B -2H-0f ™ -3-% ) -2-[3- (4-MEMgIE-1-&
BFE-XE) BTEFRRE]-EBRHK - KREH 59 —HKE
F A #BR Gz #HittREME -
Rt=4.08 5 & HPLC 5 ¥ B: LRMS m/z Cps Hi; N;

O 2 EtEfE 453.587 ; B R fE LRMS ( M+1) 454.30 -

B B 83
. NE -6-B8 FH -2-[3- (4-WtBE-1-EFE-FHE) -BTHE
FERE)-WIE-4-BBEXEKR - -KEH 59 —EF A
S B G ok B -

Rt=4.18 2 & HPLC K5 ¥ B: LRMS m/z C,ys Hi, Ny

O, 2 5t B {E 456.587 : B & fE LRMS ( M+1) 457.27 «

g B 84

-(4-mRE-I-ERE-FHR) CRETE

(U8}

B -4-2K & -2-]

FARE)-WIE - KREH S99 —HMEF A FER G MK
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i
B

Rt=4.13 4 ¢ HPLC K # B: LRMS m/z Cy6 Hyo Nj

O & =+ & f§ 399.535; & fE LRMS ( M+1) 400.29 «

g Bl 85

& -3- (2-B & E-FHE ) -6-[3- (4-MmE-1-FF E -
TE) - BTERKRE]-BH - KEBH 59 —EF A
# B G it kK& fE -

Rt=3.93 3¢ HPLC K ¥ B, LRMS m/z Cy3 Hi3 Nj

\

O, 2 5+t E B 443.588 ; B & {E LRMS ( M+1) 444.29 -

E Bl 86
NE -— B & -{6-[3- (4-MEEmE-1-EHFE-FE) -&RT
EREEE])-BHY-3-F)-&K - -KEB 59 —KREF A FEK
G & ff at R & g -
® Rt=3.67 9 HPLC 5% B LRMS m/z C,; Hzo Ny O

Z i EE 366.506; B ®E{E LRMS (M+1) 367.27 -

' B 87

JE -4-FF & -6-F & -2-[3- (4-WIBIE-1-EPFE-FHE) -
BTEREE)-BRE - KEPH 59 —MHKEF A K GXZ

Rt=4.154 % HPLC K% B: LRMS m/z Cy; Hsy Nj

O Z 5t BB 413.562: M2 LRMS ( M+1) 414.30 -
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&' I 88
NE -5-8F F -4-ME W8 0 -3-%F -2-[3- (4-ME 0% og -1-5 B K -

1
Vit

Z) BETEF&E]-BmrE - KEPH 59 —REF A
C R G R R E -

Rt=3.72 9 # HPLC KA # B; LRMS m/z Cys Hj3s Ny

Nt

OZ:tEE 406.571; B EfE LRMS (M+1) 407.32 -

g % 89

Mg -3- (3,5-Z B & -t M-1-F ) -6-{[3- (4-ML & 0E-1-
ERE-FE) BRTERE)EE)-BY - kEH 59 —
WERF A SR Gzl sk &8HE -

Rt=4.06 9 8 HPLC H % B: LRMS m/z C,s His; Ns

O Z st EE 417.554; B V{E LRMS (M+1) 418.29 o

. g A 90
Mg -3- (2,5-Z B E - -1-F ) -6-{[3- (4-ML g 1E-1-
ERE-XE) BRTERE]EE)-BH - kEH 59 —
MERF A PR GZHEMEKHME -
Rt=4.13 948 HPLC H & B: LRMS m/z Cy¢ Hj, Ny

O w8t B fE 416.566: ¥ 2 fE LRMS ( M+1) 417.28 -

7it

ME oS- (3-f - E ) -2-[3- (4-TL S 0E -1-% B OE -3
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E) BERTEHSE)]-BIEg -KEPF 59 —ERF A F
B G z # ot 2k 8 fig -
Rt= 4.24 44 HPLC K5 3# B: LRMS m/z Cy¢ Hjys ClI

N; O 7 5 &l 433.98;: ¥ & LRMS ( M+1) 434.23 -

BBl 92
g -5- CA-BF &K & -FHE ) -2-[3- (4-WrgmE-1-HF E -
® XE) BTER&SE]-BWE - KB 59 —KREF A
B Gk RME -

Rt=4.14 HPLC K # B LRMS m/z C;; Hs; N3 0, Z

N

ST EE 429.561 ; 88 & fE LRMS ( M+1) 430.29 -

g 93
NE -4-25 & -6-ME 0E -2-F -2-[3- (4-ME g -1-F B E-F
) - BETEHREE]-BE - KEH SS9 —#EF A F

. B G Z # ot 2K # fig -

Rt=4.26 998 HPLC H 3% B: LRMS m/z C3,Hi; Ny

O EtEE 476.621 ; B B {E LRMS (M+1) 477.29 -

gl 94
JE -4-F & -6-N & Mg -3-F-2-[3- (4-WEE-1-FF

) RTER&E]-BIE - REH 59 —HKEF
st

E-FE
Ac Z R Gl R EKE -

Rt=3.89 404 HPLC 7% B: LRMS m/z Cs; Hss Ny

~110 -



200529806

O Z:tEfE 482.668: B ZfE LRMS (M+1) 483.33 -

2-{ 4-[3-(C4-BE-I-EFE-FHE) BT EHFE]-

AR Mo -1-F F-miE - B 1- (2-8 i E D) N &M
(1362 2% » 0.8 EXH ) MAE 2 EF THF 7 kil

o (EH 4 —KEF A TR G) REHNFF-4-BE 3-
(4-MgmE-1-ERE-FE) BTEFE (159.9 E=x

0,40 EXEH ) WEBBHBEERF > HFIMA KotBu T HE & (136

M7 - 0.8 ZEEH > IM THF) - BREWMBE 70T
(@B ) -1 /E&: & DMF (1 27 ) B K,CO0; (2 E

Z2) —®EMAES - RE BREWMBE 100T - 3 /A

BE#% BREYWSAZEZE  TEREZEBIDTREZ
DZEBERMmEFRELECESY > L LEEM NaHCO; K iF

® BREEE®D B_EBRE2H L 3:1 &4 ERNEEA
ERMAE - BEeEMHBOWEBEBEAEARBRSE LB > B BB RKE
RYIETEAE AZREBREBIEBIDTRB - H 10 %

ISCO & M » LL 5%~ 10% > 1 20% 8 FE/Z & B Lt
0.1%NH,OH B ERREZ  UEBHNEZRETERE S T K

Lk EML  WEBEYVISIE > LEBREBEBIENDTIRME

o UEEEEMLAEY (700 B > 44%EE ) » IR —
EEaom BERIE REBYIESY SHBEEELS

WEBEMEBBRZEF  BMNMA HCI 28 ® (2 & > 1M
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HCl:> THF) R E & % -HCl 8 - WE BB EH > I £ B E
Z B J1 T Bz KR -

Rf=0.44 ( 20% MeOH/CH,Cl, w/ 0.1% NH,0H ; % &
zZ > B KRE#Y 400 MHz '"H NMR ( CDCl;) 68.28 (d >
J=5.0 Hz) > 6.45 (dd> J= 5.0 5.0 Hz) > 3.60-3.51
(m) »3.35-3.40(m) : H@E :IE: REMY - '°C
NMR 125 MHz ( CDCl;) 8157.9 > 129.3 > 109.9 » 65.6 >

® 43.8 > 23.5; LRMS m/z Cas H3s Ns Z 5+ & { 391.56 ; 8 &

{fE LRMS ( M+1) 392.5 -

g f 96

“ R E-[3-(4-BE-I-ERE-FHE) BT EH
HE]-BE - KEH 95> —REF A TR HZE L KRB -

Rf= 0.43 ( 20%MeOH/CH,Cl, wl0.1% NH4OH )

LRMS m/z Ciyg Hogs Ny ZET B {E 272.433; BH & fE LRMS

‘ ( M+1) 273.4 -

g 6 97
1-{4-[3- (4-MEE-1-ZEFE-FE) BT ERE]-
NEMS-1-E )28 - REB 95 —REF A FR H
Z T ZROBOfE
f=0.11 ( 20%MeOH/CH,Cl, w/ 0.1%NH,0H )
LRMS m/z Cy; H33 N3 O Z 5t B fE 355.523 ; £ fE LRMS

( M+1) 356.4 «
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g f 98

4-[3- (4-WBwE-1-ERE-FHE) BTEFHE]-B
oo IKEBH 95 —HMEF A FTEHR HZ B RHEMBE -

Rf= 0.25 ( 15%MeOH/CH,Cl, w/ 0.1% NH,OH)
LRMS m/z Cy9 H3o N O Z Bt B fl 314.47: B £ 8 LRMS

(M+1) 315.4-

g f 99

5-% -2-{4-[3-(4-tEE-1-BEFE-XE) -BTEH
El-ANaWw-1-E})-®WiE - REB 95 —EF A F K
H Z &t 2k 8¢ fig -

Rf=0.11 ( 10% MeOH/CH,Cl, w/ 0.1% NH,OH : 3:1
(g : K ) 400 MHz 'H NMR ( CDCls;) & % & 8.17
(s) > 3.60-3.51 (m) = 3.42-3.35 (m )  3:1 (B
K ) 125 Mz '>C NMR (CDCl;) %% 159.1: 153.0
150.5 > 145.4 > 126.6 > 64.6 23.6 ; LRMS m/z C,4 Hjs, F

Ns O 25t EE 409.55; 8 & {E LRMS (M+1) 410.4;

B A 100-—fREEF A
Z B H:

ME -4-[3- C4-WBE-1-BEHFE-FTHE) -BT EHF E]-

\

W o- # Bk - o W (018 % -2 EEEH) MAXR

DMA (S EF ) P 2B IE-F F-4-58E 3- (4-0 18 1F -
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1-EFRE-FE) BTEHFRE (20 47) (0.41 3 » 1.0
EEH)$ - K%k BREWMEBE 100C (HMB) -4
N R BREVSHADEZETIR > MAEBREZBEDTRE
Z oo Fl A 453% ISCOE M » LL 5% 10% > 20%F] 60%E B
/IZHE B M 0.1%NH,OH T B ERREZ - LEHMNEEHF
BELOWBLYEML BRESEWZIHKR  LRREZ
UE4RS TsOH BZEBEALEY (214 Ex) - RAHEE
® B K,CO; M HFEHTER 2 INSBEYWEHBEBML -2 /)5S
% KW EEAKER LLU_SFKEFBZ  BEZXBEXE
IR B TRE  LIELFHE - F£58BZEF DKL
BBt B > B A HCl By #® (2 EE » 1M HCl: THF) - L
EAXAR —HEHGREB< HCLE -
Rf=0.48 ( 10% MeOH/CH,Cl, w/0.1% NH,OH) ; 400
MHz 'H NMR ( CDCls) 87.23 (d: J= 7.9 Hz > 2H)
7.11 (d > J=7.9Hz » 2H) = 3.70-3.65 (m » 4H) - 3.56
) (s> 2H) > 3.41-3.34 (' m » 1H) > 2.53-2.36 ( m -
13H ) - 1.81-.174 ( m » 6H ) ; 100 MHz '’C NMR
( CDCls) 6144.4 > 137.0 > 129.0 » 126.3 » 67.2 > 65.9 >
60.7 > 54.4 > 54.1 > 36.7 > 35.9: 29.8 23.6; LRMS m/z

Csy0 Hsz9 N2 O ZEqL’E."ﬂE 314.47 ; ?ﬁ%ﬂé LRMS(M+1>

g A 101

NE -1-[3- C4-mpmg g -1-BEHFE-FE) -BTEFRE]-RNE&

-~ 114 -
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Mo - Ik EH 100 —REF A TR H Z # a2k & i -

Rf=0.14 (20 % MeOH/CH,;Cl, w/ 0.1% NH4;OH : 400 MHz
'"H NMR ( CDCls) &7.21 (d =+ J= 8.3 Hz > 2H) > 7.08
(d:» J=8.9 Hz> 2H) » 4.57 (bs> 1H) 3.56 (s 2H) =~
3.39-3.29 (m » 1H) = 2.94-2.92 (m 4H ) = 2.49-2.40
(m=>*» 13H) » 1.79-1.70 (m » 6H) ; LRMS m/z C,¢ Hs,.

N; O ZEEE 313.486; BB {E LRMS (M+1) 314.3¢-

g f 102

NE -5-% -2-{4-[3-(4-WBE-1I-EFE-FTE) -BTE
BE]-ANSE WO -1-BE)-®WiE - KES 100 —HEF A
TR OH Z f ok B -

Rf=0.27 ( 10% MeOH/CH,Cl,) ; 400 MHz 'H NMR

( CDCls ) &6 8.17 (s> 2H) » 7.24 (d: J= 7.9 Hz -
2H) = 7.12 (d>» J=7.9 Hz>» 2H ) » 3.77-3.74 ( m >
‘ 4H) » 3.59 (s> 2H) > 3.42-3.33 (m > 1H) =~ 2.54-2.46

(m>*» 13 H) > 1.81-1.75 (m > 6H) : 100 MHz '*C NMR
( CDCl3) 8159.1 > 153.0> 150.5> 145.4 > 145.2 > 144.6 >
136.7 » 129.1 > 126.4 > 65.6 » 60.6 » 54.3 » 53.3 > 44.5 »
35.9 > 30.0 > 23.6 ; LRMS m/z Cs4 H3;, F Ns 2 5t & {&

409.55; B ZEE LRMS (M+1) 410.4 -

i
it
R
._.{
ot
H
it

ME -1-[3- C 4-0F 0 o -1-F F & -
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g e - KE B 100 —EF A TR H Z @i kR
i -

Rf=0.2 ( 15% MeOH/CH,Cl, w/0.1% NH,OH) ; 400
MHz 'H NMR ( CDCl;) 87.22 (d > I=7.9 Hz - 2H) -

7.11 (d»J=7.9 Hz>» 2H) > 3.56 (s> 2H) = 3.39-3.30

(m:>»> 1H) =+ 2.52-2.48 (bm > 13H) > 1.81-1.71 ( bm

-

10H) 5 100 MHz '*C NMR ( CDCl3) §144.7 » 136.8

-

. 129.0 » 126.4 » 63.2 » 60.6 > 54.7 » 54.3 > 36.5  35.7
31.5: 23.6; LRMS m/z Cy9 H39 Ny Z 5+t E{E 298.471 .

2ZfE LRMS (M+1) 299.4 -

g B 104
Mg -1-{3- C4-ME M mE-1-EBFE-FE) BT E B HE)-
ANEMIE - IREH 100 — R EBFE A F B H 2 # i & &

=

o

® Rf=0.28 (15% MeOH/CH,Cl, w/0.1% NH4;OH) : 400
MHz 'H NMR ( CDCls) 87.22 (d>» J= 7.9 Hz » 2H) >
7.10 (d >+ J=7.9 Hz>» 2H) » 3.56 (s> 2H) > 3.38-3.29
(m:>»> 1H) » 2.53-2.30 (m » 13H) - 1.80-1.71 ( m ;
6H) - 1.59-1.54 (m > 4H) ~» 1.42-1.40 ( m+» 2H) ; 100
MHz '*C NMR ( CDCls;) 8144.7 » 136.8 > 129.0 > 126.4 >
66.3 + 60.6 » 54.9 » 54.3 > 36.7 » 36.2 » 30.2 » 26.0 >

TEE 312.498 ;

oult

24.55 23.6; LRMS m/z C,y;H3, N, ,Z

ZME LRMS ( M+1) 313.4 ¢
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g f 105

NE -2-{1-[3- C4-MEguE-1-BH R E-FE) -BTEH
HE)-mogoE-2-FE)-ME - KREBH 1000 —EF A TR
H Z #at 2k 8 & -

Rf= 0.25 ( 15% MeOH/CH,Cl, w/0.1% NH,OH)
LRMS m/z Cys H33 N3 ZE B {E 375.557; Bl & 8 LRMS

. ( M+1) 376.4 -

B 106
& - ( 2R,6S) -2,6-" B H -4-[3- ( 4-TM 1 0g -1-% B X -
E) BTEBRE)]-BEW  -KEF 1000 —RIEF A &
H Z # aft 2k 22§ -
Rf=0.29 ( 10% MeOH/CH,Cl, w/ 0.1% NH,OH : 400
MHz 'H NMR ( CDCl;) 87.25 (d:» J=7.9 Hz > 2H) -
® 7.11 (d> J=7.9 Hz> 2H) > 3.70-3.62 (m > 2H) - 3.57
(s*» 2H) » 3.34 (dddd » J=7.9 7.9 7.9 7.9 Hz >
IH) » 2.70-2.66 ( m » 2H ) : 2.53-2.48 ( m » 7H)
2.39-2.35 (m>» 2H) > 1.80-1.67 (m - 8H) > 1.13 (d> ]
= 6.2 Hz> 6H) 100 MHz '°C NMR ( CDCl;) 8144.6
136.7 » 129.1 > 126.4 > 71.8 » 65.5> 60.6 > 59.9 » 54.3 »
36.7 > 35.929.8> 23.6> 19.5:; LRMS m/z C,2 Hss N; O

Z i E(E 342.524; BHE{E LRMS (M+1) 343.4;
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B f 107

R-1-[3-(4-MtmiE-1-FRE-FE) -BTEHFE]-
Mg e » B & @2k - 0 - Mg (84 A > 1.0 2 E
) MAZ DMA (1.5 BEFt) 2B 48 (R - X -4-15
B 3- (4-WgE-1-BERE-FHE) BT EHE) (200 2
05 EEHF)MBRBART - A% BRXEMARE
110C (H\) - 12 NE®R > BREWHHNEZER > I 7
‘ BEZBIDTEREELZ RKRHBAEBE K.COs 1 EFHEBH 2
N BEREE#EERL -2 NER O BB WBINAKRIE
M (E’rBs) f L8 FERBKREM- - FHHE 12 I ISCO
B L 5%-10%FE/Z&F LM 0.2%NH,OH Z 8 E ¥
B  LRERBNEZEHXGEGEBESM KLY EML - KESE
MeoW®  LRBZ LEAREEHIEBEEMLEY - K
HAEREBZEPRERNILFERER > BIMIMA HCl B (2 &
# > IMHCI THF) » DUE&EA R —BEGBEE < HCI B -

® Rf= 0.2 ( 15% MeOH/CH,Cl, w /0.1% NH,OH)

500 MHz 'H NMR ( CDCl3;) 67.25 (d> J=7.9Hz » 2H)
7.18 ( d » J=7.9Hz » 2H ) - 3.57 (s » 2H ) = 3.52
( dddd > J=7.9>7.9> 7.9 7.9Hz> 1) > 2.66 (d> J=7.5

Hz: 2H) » 2.56-2.47 (m > 9H) » 2.33-2.25 (m -+ 2H)
2.21-2.14 (m > 2H) - 1.80-1.72 ( m » 8H) : 100 MHz
'3C NMR ( CDCl;) 8145.3> 136.8 > 129.1 > 126.5 62.5 -
60.6 » 54.8 » 54.4 > 36.5> 33.5: 30.9 23.6; LRMS m/z

Csro Hszg Ny 2 %‘l‘ ;’é‘:ﬂ—_’ﬁ__ 298.471 ?{E ;@% fl_l_g_ LRMS ( ]\/I+]>
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299 .4 -

' Bl 108

R-1-[3-(4-MBE-1-ERFE-FE) BT ERE]-
ANEME - KB 107 2EE > FIIRSEE KNP FRE
B > BH 48 (R-BFFE-4-BEEK 3- (4-WWE-1-ERFE-F

E) BTEHRE) KKK -

® Rf=0.25 ( 15% MeOH/CH,Cl, w /0.1% NH,O0OH)
500 MHz 'H NMR ( CDCl3) 87.25 (d» J=7.9Hz > 2H) -
7.19 ( d » J=7.9Hz » 2H ) - 3.57 ( s » 2H ) = 3.52
( dddd » J=7.9 > 7.9 > 7.9 > 7.9 Hz > 1H) =+ 2.61-2.13
(m=>» 15H) - 1.80-1.72 ( m » 4H ) - 1.59-1.55 ( m ~
4H ) » 1.44-1.41 ( m » 2H ) : 100 MHz '’C NMR

( CDCl;) 8145.3 > 136.9 > 129.1» 126.5 > 65.7 > 60.7 >
55.1 » 54.4 » 36.5 > 34.0 > 29.5 > 26.1 » 24.6 » 23.6 ;
. LRMS m/z Cy; Hj3y, Ny ZEtE{E 312.498: # | {E LRMS

(M+1) 313.3¢

g B 109

Ro-2-¢1-[3- C4-WBIE-1-BEFE-FE) - BT EHF
BH)-Meg g -2-E - - KREH 107 2R AEEL
R AERE B 48 (R-FFE-4-BEK 3- (4-0 M5
BE-1-ERE-FE) - RTEFE) RERFE -

Rf=0.3 ( 15% MeOH/CH,;Cl, w/ 0.1% NH,OH)
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100 MHz '>C NMR ( CDCls) 6 164.9 > 149.1 » 145.3 »
136.8 » 129.0 » 126.4 » 122.0 » 121.6 > 121.3 » 71.6 >
60.9 > 60.6 » 54.6 > 54.4 > 36.3 > 34.0 > 33.5 > 32.9 >
30.7 » 23.6 » 23.4 ; LRMS m/z Cis His N3 2 it B &

375.557 ; BB ZE {E LRMS (M+1) 376.4 -

g B 110
® Ro-4-[3-(4-mE-1-BERFRE-FHE) -RTEFE]-
Ewk - ER 107 2 > FHEEZEMEP FEBEE -
EH 48 (R-FEX-4-E 3- (4- B E-1-ERFE-FE) -
RTEHE) REE -
Rf 0.25 ( 15%MeOH/CH,Cl, w/ 0.1% NH,0H) : 400
MHz 'H NMR ( CDCl3) 87.25 (d>» J=7.9Hz» 2H) - 7.17

(d:» J=7.1Hz>» 2H) > 3.71-3.66 ( m» 4H) » 3.57 ( bs >

2H) = 3.57-3.49 (m» 1H) ~» 2.58-2.38 ( m > 11H) -
. 2.30-2.21 (m» 2H) » 2.20-2.12 ( m » 2H) » 1.81-1.69
( bm » 4H) ; 100 MHz ' C NMR ( CDCl; ) 8145.1 >

136.9 > 129.1 » 126.4 > 67.2 > 64.9 » 60.6 > 54.4 » 54.1
36.5> 33.5: 28.9> 23.6: LRMS m/z Cy9 H3¢9 N, O Z 5t &

B 314.47 , B2 {E LRMS (M+1) 315.2 ¢

B A 111
Ro-1-[3-C4-mpigoE-1-BERE-XHE) - BT ERE]-

NE N -TsOH « R EH 107 2 - AR A& &2 I mE
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Bl > BH 48 (R-FHE-4-BEK 3- (4-MMEIE-1-F

it

2 e

BE-FHE) RTEFE) REM#E -

7

N

Rf=0.15 ( 20% MeOH/CH,Cl, w/ 0.1% NH,O0H)
400 MHz 'H NMR ( CDCl3;) 87.70 (d - J= 7.9 Hz >
2H) > 7.26 (d > J=8.2 Hz > 2H) > 7.12-7.09 ( m -
4H) > 4.60 (bs> 1H) » 3.78 (s> 2H) > 3.43 ( dddd - I
=7.9+7.957.95 7.9 Hz» 1H) > 3.13-3.06 ( m > 4H) -
® 2.88-2.68 ( m > 4H) » 2.56-2.35 (m » 7H) 2.26 ( s >
3H) » 2.15-2.00(m > 4H) - 1.84-1.78 (m » 4H) . mono
TsOH B 100 MHz 'C NMR &6 146.1 > 142.0 140.6 -
133.2 » 129.8 » 129.2 > 126.8 » 126.1 » 63.7 » 59.5 >

53.9 » 50.4 > 44.1 > 36.3 » 33.0 » 28.5 > 23.3 » 21.5
LRMS m/z Cy¢ H3s; N3 Z 5+ B {8 313.486: L Z @ LRMS

( M+1) 314.4 -

® g A 112

B-5-%-2-{4-[3- (4-EWBIE-1-XEFHE-FTE) BT E
BE]-ASMBH-1-F)-®BE - KEH 107 xRt - FIFS
M BB XABEBE > B 48 (R-BFK-4-BEE 3- (4-1t
Mg -1-ERE-FXE) - BRTEFE) RBEMHKE -

Rf=0.35 ( 10% MeOH/CH,Cl, w/ 0.1% NH,OH)
500 MHz 'H NMR ( CDCl3) §8.17 (s> 2H) » 7.26 (d -
J=8.3Hz» 2H) » 7.19 (d - J=7.9Hz » 2H) - 3.76 ( dd -

J=5.0 5.0Hz 4H) > 3.58 (s> 2H ) ~» 3.58-3.51 (m
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I1H) = 2.61-2.56 ( m » 3H) = 2.48-2.43 ( m > 8H )
2.32-2.15 (m > 4H) > 1.78-1.72 ( m » 4H) : 100 MHz
'3C NMR ( CDCls) 8159.1 > (153.0> 150.5) =+ 145.4 >
1452 > 136.8 > 129.1 > 126.5> 64.6 » 60.6 > 54.4 » 53.4 >
44.5> 36.5> 33.6> 29.1> 23.6: LRMS m/z C,4 Hs, F Ns

Z ETE{E 409.55; B {E LRMS (M+1) 410.4 -

® B A 113
R-2-{Z F-[3- (4-WEWBmE-1-ZHRFE-FHE) -BT E
FEI-BE}-Z2B - -KEPF 107 2@t > 7] S & KM
BEBERE > BA 48 (K-BFF-4-BEK 3- (4-MEoE-1-
ERFRE-FE) BTEHRE) KHEME -
Rf=0.12 ( 10% MeOH/CH,Cl, w/ 0.1% NH4OH)

500 MHz 'H NMR ( CDCl;) 87.27 (d> J=7.9Hz:» 2H)

7.18 (d > J=8.3Hz:» 2H ) = 3.58 (s » 2H ) » 3.58-3.50
‘ (m> > 1H) = 3.54 (t» J=5.4 Hz » 2H ) » 3.10 ( bs
1H) > 2.65-2.48 (m » 11H) = 2.29-2.22 ( m *» 2H)

2.15-2.09 (m > 2H) =+ 1.79-1.73 (m > 4H) =+ 1.03 (t- I
= 7.0 Hz» 3H) ; 100 MHz '>C NMR ( CDCl3) &145.1
136.8 » 129.1 » 126.5: 60.6 » 59.1 » 58.5» 55.1 > 54.4 »

47.8> 36.5> 32.8>29.3> 23.6>11.9: LRMS m/z C,y¢ Hi,

N, O 7 st & f 316.486; B & E LRMS (M+1) 317.4 -

-122 -



200529806

(120)

R-3,5-Z B F-1-[3- (4-MmguE-1-FFE-FE) -B
TEPRE]-ANGWE - KEH 107 TR - AFESEZK
IR XBEEHE > B 48 (R-FF-4-E8B 3- (4-080E -
1-ERE-XE) BETERE) R&MH -

Rf=0.15 (10% MeOH/CH,Cl, w/ 0.1% NH,OH)
LRMS m/z Cy3 H3s Ny O Z 5t E B 340.551; B ZE f LRMS

( M+1) 341.5 -

g
K-BoE-FE-[3-(4-WBIE-1I-EFE-XE) -R
BRE)-fF - REH 107 cHEM - FIE A B BME X
WEE - BA 48 (R-BHF-4-BEEK 3- (4-BIE-1-E F
E-XH) BETEFE) K&k -
Rf= 0.15 ( 10% MeOH/CH,Cl, w/ 0.1% NH,O0H)
100 MHz '*C NMR ( CDCls ) 8145.4 > 136.9 » 129.1 >
® 126.5 > 63.4 > 60.7 > 59.1 » 54.4 > 38.8 » 36.6 » 33.3 >
29.9 > 28.85 26.7 26.4> 23.6; LRMS m/z C,3 H3¢ N, Z

5B fE 340.551; B fE LRMS (M+1) 341.5 -

BBl 116

RR-F & -BE-[3-(4-BE-1-EFHE-FE) - BT
EHBE)-Z -KREH 107 @t - FIAEBEZKEMEXE
Bl - BO 48 (-BFER-4-BE8 3- (4-MprgoE-1-H B & -

FE) BTEFE) REME -
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Rf=0.5(10% MeOH/CH,Cl, w/ 0.1% NH,OH) : 100
MHz '*C NMR ( CDCls) 6 145.2 > 139.6 > 136.7> 129.3 -
129.2 » 128.4 > 127.1 > 126.5> 63.2 > 62.9 60.6 » 54.4 >

42.8» 36.5° 33.2> 29.5> 23.6: LRMS m/z Cy4 H3, Ny &

S B {E 348.531; BHEME LRMS (M+1) 349.4-

g A 117
R-2-FE-1-[3-(4-HBIE-I-EFE-FE) - BT E

RE]-SNGEME - KEH 107 2l - IEEEBZHEMF
XHEEE > B 48 (R-BFFR-4-BEEK 3- (4-WEwE-1-F
FE-FE) BTEPE) KEfMW

Rf=0.15 ( 10% MeOH/CH,Cl, w/ 0.1% NH4sOH LRMS

m/z Ca, His N, Z 5t E {E 326.525 : 8@ & (B LRMS

(M+1) 327.5 -

[ ) = 118 |
B-3-BB & -1-[3-(4-WgIE-1-ERFE-FE) - BT &
BE]-SAEMIE - KEF 107 @R FIEAEEZKENF
K REEBE - B 48 (R-BFF-4-BEE 3- (4-BE 1 E-1-&
FE-XE) BTERE) R¥MHE -
Rf=0.15 ( 10% MeOH/CH,Cl, w/ 0.1% NH,0OH)
100 MHz '>C NMR ( CDCl; ) 8145.3 » 136.8 » 129.1 >

126.5 » 65.4 » 62.6 » 60.7 » 54.4 > 36.4 » 33.9 > 33.3 >

31.3: 29.5> 25,8 23.6 > 20.1  LRMS m/z sz H34 Nz ,_Z
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ST EE 326.525; #H E#E LRMS (M+1) 327.5-

B A 119

R-4-FE-1-[3- (4-EBmE-1-EFE-FHE) -BTE
FE]-AGWE - KEH 107 2t > AAESHEZKEME
FHEBE > BH 48 (K-FF-4-BHE 3- (4-HWE-1-F
RE-FE) BETEFE) KHEKE -

® Rf=0.15 ( 10% MeOH/CH,Cl, w/ 0.1% NH,OH)

100 MHz '’C NMR ( CDCl;) 6 145.3 » 136.8 » 129.1 >
126.5 » 65.3 » 60.7 » 54.3 > 36.5 > 34.5 > 34.0 > 31.0 >
29.6 » 23.6 » 22.2 i LRMS m/z C,; Hss N Z i B &

326.525 ; B & fE LRMS ( M+1) 327.5-

B F 120
K-2-BBFE-1-[3-(4-tFmE-1-EFE-FTHEH) - BT E
. BE]-mgE - (REFH 107 <cHat » B & B ZBEME R
EEE BH 48 (KR-FER-4-BEEE 3- (4-MIEIE-1-F HF
H2E-XE) RTEHEBE) R&EE -
Rf= 0.14 ( 10% MeOH/CH,Cl, w/ 0.1% NH,0H)

100 MHz '3C NMR ( CDCl;) & 145.4 + 136.8 » 129.1 »
126.5 > 60.7 » 54.8 » 54.4 + 36.5 » 33.9 » 33.5» 32.2
30.8> 23.6 22.05 19.5; LRMS m/z Cay His, N» Z 5 &

fE 312.498 ; B =W fE LRMS (M+1) 313.5-
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g4 121

R-2,6-Z BB E-1-[3- (4-MEE-1-EHFE-FHE) -B
THERHE]-AGHRE - KB 107 ZHA > FIEE# LK
F1HF XEEE > B 48 (K-FX-4-BE 3- (4-0f 1% E -
1-EHRE-FE) BTEHRE) K&EMHF -

Rf=0.15 ( 10% MeOH/CH,Cl, w/ 0.1% NH,0OH)
LRMS m/z Cy3 Hse¢ N2 Z 5F B fE 340.551; BHZE {E LRMS

. (M+]) 341.5 -

' A 122
[Zo-B E -MbnE -3-F B OB -[3- (4-BmgaE-1-%F B E-F
E) - BTEHFE]-IZ -KEH 107 cEd - I FEHEZ
AR X B BE B 48 (R-BF F-4-BE 3- (4-M0%
E-1-EFEE-FE) BTEFRE) K&K -
Rf=0.2 ( 10% MeOH/CH,Cl, w/ 0.1% NH,OH)
® LRMS m/z C,3 H3y N3y ZEt B fE 349.519; B E fE LRMS

( M+1) 350.4 -

' A 123

/- ( 2R,5R ) -2,5-— B F -1-[3- ( 4- g 0g -1-F H
E-FHE) BRTERE]-MRIE - KEH 107 Tl > 7
ReEd@ MR FBEEE B 48 (K-BFF-4-mEK 3-
(4-gmE-1-BRE-FHE) BRTEFE) REMF -

Rf=0.25 ( 15% MeOH/CH,Cl, w/ 0.1% NH4OH )
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LRMS m/z Cy; Hiy Ny ZE EfE 326.525; B &R {E LRMS

( M+1) 327.5-

g B 124
KR-ZBRERE-WE-[3- (4-IWBOE-1-FF E -
) BETERE)-BKE  -KEBH 107 xHE® > FIAEEZ

AR EEBRE > BB 48 (K- F-4-BB 3- (4-% 1%
o E-1-ERE-FE) BETEFE) REMEFE -
Rf=0.15 ( 10% MeOH/CH,Cl, w/ 0.1% NH,;OH)

400 MHz 'H NMR ( CDCl3) 87.26 (d J=7.9Hz» 2H) -

-

7.18 (d > 7.9Hz > 2H) ~» 3.59 (s> 2H) - 3.51 ( dddd
I=7.9 > 7.9 7.9 7.9 Hz> 1H) > 2.70 (d - J=7.5Hz -

2H) - 2.58-2.46 (m > 7H) > 2.29 (d>» J=6.2Hz:» 2H) -

2.28-2.13 ( m +» 4H) =+ 1.80-1.76 (m » 4H) - 1.52-1.43
(m» 2H) = 0.89-0.83 ( m » 4H) =+ 0.51-0.46 ( m
‘ 2H ) » 0.11-0.07 ( m » 2H ) : 100 MHz '3C NMR

( CDCl; ) 6145.5 > 136.8 :» 129.1 » 126.5 » 60.7 » 59.9 »
59:5 » 56.6 » 54.4 > 36.5 » 33.4 » 29.5 > 23.6 * 20.1 >
12.2 - 8.8 » 4.1 ; LRMS m/z C,3 Hji3¢ N, }Z §+ ﬁ ﬂ_E

340.551 ; B {E LRMS (M+1) 341.5-

g H 125
fZ-2-[3- C4-MtmgmE-1-ERFE-FE) - BT EHFHE]-
2.3-Z“ & -IH- B2l - kEH 107 2HE - FIHEAEEZ K
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FOR X BE > BO 48 (K-FF-4-BK 3- (4-M 1K -
1-ERE-FE) BTERE) KREME -

Rf=0.35 ( 10% MeOH/CH,Cl; w/ 0.1% NH,OH) ; 500

MHz 'H NMR ( CDCl3) §7.31-7.17 (m > 8H) - 3.96 (s>

4H) > 3.66-3.58 (m - 1H) > 3.61 (s> 2H) » 2.95 (d~

J=7.5 Hz> 2H) > 2.66-2.58 (m > 1H) > 2.56-2.48 (m >

4H) » 2.38-2.24 (m > 4H) > 1.84-1.76 (m -+ 4H) : 100

® MHz '’C NMR ( CDCl;) §145.3 > 140.4 > 136.9 > 129.1 >

126.9 > 126.5 > 122.5 > 61.9 > 60.7 > 59.6 » 54.4 > 36.6 -

33.2 > 30.8 » 23.7 i LRMS m/z Ci,s H3o N, 2 5t & &

346.515; B8 & fE LRMS ( M+1) 347.5 -

' Al 126
- (2R,6S) -2,6-Z B & -4-[3- (4-0 1% g -1-5 B & -
XE) - BTEFE]-BBEW - KEH 107 2wkt > FIR S
Z

® W BB R EM®E  BO 48 (R-FF-4-EE 3- (4-1
BE-1I-ERE-FE) - BTEHE) KHEMFE -

Rf=0.35 (10% MeOH/CH,Cl, w/ 0.1% NH;OH)
500 MHz 'H NMR ( CDCl;) 87.26 (d - J=8.3Hz > 2H)
7.17 ( d > J=8.3Hz > 2H) » 3.70-3.64 ( m » 2H) » 3.57
(s> 2H) » 3.53 (dddd > J= 7.9 7.9 7.9 7.9 Hz
1H) » 2.70-2.67 ( m » 2H) ~ 2.59-2.47 ( m » 7H)
2.30-2.12 (m > 4H) > 1.79-1.68 (m > 6H) - 1.13 (d~ ]

= 6.2 Hz> 6H) ; 100 MHz '"*C NMR ( CDCl;) 8145.2 >
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136.8 > 129.1 > 126.5 > 71.8 > 64.6 > 60.6 > 60.0 » 54.3
36.4> 33.5> 28.9> 23.6> 19.4; LRMS m/z C,; Hiss N; O

Z it E fE 342.524; B E{E LRMS ( M+1) 343.5-

g 127
Re-4-[3-Ca-MgmE-1-HEFE-FE) - BT EHE]-
ANE ML -2-F - KEH 107 W FIBREEZIKMNAE

XHEEKRE  BH 48(X-FF-4-BEB 3- (4-MBIE-1-F
RE-FE) RTEFE) RHME -

Rf=0.15 ( 10% MeOH/CH,Cl, w/ 0.1% NH4;OH) : 100
MHz '*C NMR ( CDCl;) 8170.3 > 144.9 > 136.9 > 129.1 >
126.4 » 63.2 » 60.6 » 57.2 » 54.3 > 49.9 » 49.5 > 43.0 >
42.5+ 41.4> 36.5> 33.1> 28.8 23.6; LRMS m/z C20 Hyy

N3 O 2t EE 327.469: #H 22 fE LRMS ( M+1) 328.5 -

‘ g A 128

-(8) 2-F AR E-I-[3- (4-ME-1-F B &E-F
E) RTEFE]-MBE - KEH 107 2wk > FIFES
BZBEMBFEREEBE B 48 (R-FFX-4-BBE 3- (4-1f
MIE-1-ERE-FE) BT EFE) KRRMF -

Rf=0.15 ( 10% MeOH/CH,;Cl, w/ 0.1% NH,OH)

500 MHz 'H NMR ( CDCl3)8 7.25 (d> J=8.3Hz 2H) =
7.19 ( d » J=8.3Hz > 2H ) =~ 3.58 (s » 2H ) - 3.5]

( dddd » 1=7.9 > 7.9 7.9 7.9 Hz > 1H) > 3.42 ( dd >

129 -



200529806

(127)

I=9.5 > 5. 0Hz » 1H) > 3.36 (s » 3H ) - 3.27 ( dd -
J=9.1» 6.6Hz > 1H) > 3.12-3.02 ( m > 2H) - 2.61-2.44
(m~>»> 7H) > 2.30-2.09 (m » 6H ) » 1.93-1.84 ( m >
1H ) - 1.80-1.58 ( m » 6H ) : 100 MHz '*C NMR
( CDCl;) 8145.4 > 136.8 > 129.1 > 126.5 63.9 > 61.9 >
60.7 > 59.4 > 55.32 > 54.4 > 36.5 > 33.6 > 33.3 > 30.9~
28.6 » 23.6 > 23.3 ; LRMS m/z C,, Hs;4 N, O Z it B fE

' 342.524 ; B fE LRMS ( M+1) 343.3 -

g A 129
K-(3,5- - ZFFE-FE) -{[3- (4-BEE-1-F
FE-FE) BTEIRE - - -KEH 107 2@ - A
EBZBMPE XERE > B4 48 (- X -4-FE B 3- (4-

Mg e -1-ERFE-FE) BTEHFE) K#FE -
Rf=0.72 ( 20%MeOH/CH,Cl, w/ 0.1% NH,OH) ; 500
. MHz 'H NMR ( CDCl; ) 87.84 ( bs: 2H) » 7.77 ( bs -
1H) » 7.27 (d> J=8.3Hz> 2H) > 7.18 (d- J=7.9Hz >
2H) » 3.96 (s> 2H) > 3.60 (s> 2H) > 3.59-3.52 ( m >
1H) - 2.84 (d> J= 7.5Hz » 2H) =+ 2.55-2.43 ( m >
5SH) » 2.34-2.26 (m > 2H) » 2.19-2.11 ( m » 2H)
1.83-1.74 (m » 4H) ; LRMS m/z C,s Hys F¢ N, 2 5t B &

470.498 ; B E LRMS (M+1) 471.4 -
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- Cs5-FE-mtuf-2-FBREFE) -[3- (4-MgE-1-FHF
E-XHE) BETEPRE]-IZ-KEH 107 2wt > FIBESE
W2 PR R RABEERE > B 48 (-F F-4-EF 3- (4-1
g E-1-E R E-FHE) BETERE) REF -

Rf=0.58 ( 20%MeOH/CH,Cl, w/ 0.1%NH,OH) ; 500
MHz 'H NMR ( CDCIl;) 68.48 (d J=1.2Hz - 1H) > 8.39
(d> 0.8Hz > 1H) - 7.24 (d > J=8.3Hz » 2H) - 7.16
(d>» J=7.9Hz > 2H) = 3.93 (s> 2H) - 3.57 (s> 2H)
3.60-3.50 (m > 1H) > 2.84 (d> J= 7.5Hz » 2H) - 2.54
(s> 3H) » 2.52-2.45 (m > 5H) > 2.33-2.24 (m 2H) >
2.28-2.20 (m > 2H) - 1.80-1.72 (m » 2H) ; LRMS m/z
Cyz Hsp Ny Z EF E{E 350.507 : B Z M LRMS ( M+1)

351.5 -

' Bl 131

R-(C2-B & -MmE-3-ZEFE) -[3- (4-WEE-1-BHF
E-FE) BTEFE]-B - -KEBH 107 2@l > FIRE
B AR X EEE > HH 48 (R-BFF-4-EE 3- (4-1
W -l-ERE-FE) - BETEFE) KEMKE -

Rf=0.13 ( 20%MeOH/CH,Cl, w/ 0.1% NH,O0H) ; 500
MHz 'H NMR ( CDCl; ) 88.39 ( dd » J=1.7 » 1.7Hz -
IH) » 7.63 (dd > J=1.7 1.7Hz > 1H) > 7.26 ( d > J=
7.9Hz » 2H ) - 7.18 ( d > J=7.9Hz » 2H ) - 7.15-7.08

(m>» 1H) » 3.81 (s> 2H) » 3.60 (s> 2H) » 3.62-3.52

- 131 -
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(m=>» 1H) » 2.86 (d > J= 7.5Hz  2H ) » 2.58 (s
3H) = 2.56-2.44 (m » 5SH) = 2.36-2.25 ( m » 2H ) >
2.19-2.11 (m» 2H) = 1.82-1.74 ( m > 4H) , LRMS m/z
Cy3 Hs) N3 2 st EE 349.519; @ & {E LRMS ( M+1)

350.5 -

' Al 132
o-mt e -2-F B OE -[3- (4-MBE-1-EHFE-FE) -
BTEFRE)-K - -KEF 107 2t > FIF G HEZ KNP
FHEBE BH 48 (K-FF-4-E 3- (4-BWE-1-&
FRE-ZTE) BRTEFE) KHEEFE -
Rf=0.28 ( 20% MeOH/CH,Cl, w/ 0.1% NH,OH)
500 MHz 'H NMR ( CDCl;) 88.56 (dd J= 0.8 0.8Hz -
IH) > 7.65 ( ddd > J= 2.1 2.1 2.1Hz » 1H) > 7.32
(d>J=7.5Hz 1H) > 7.26 (d> J=7.9Hz» 2H) > 7.17
o (d>» J=7.9Hz> 2H) > 7.20-7.12 (m > 1H) > 3.94 (s>
2H) > 3.58 (s> 2H) » 3.52-3.50 (m > 1H) - 2.86 (d~

J]=7.5Hz> 2H) » 2.51-2.42 (m > 5H) » 2.32-2.24 ( m >

2H) » 2.20-2.10 (m > 2H) > 1.88 (bs> 1H) > 1.80-1.72

ol

(m:>*» 4H)  LRMS m/z C,; Hy9 N3 ZETE E 335.492;

B E LRMS (M+1) 336.4 -
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El-Asmu-1-F)-EREE - KEALH 107 2mal > Fl A

EEZBEMNE XEEE  BO 48 (K-FF-4-BmE 3- (4-
mugmE-1-FZFE-FE) -BTEHFE) KREME -

Rf=0.97 ( 20%MeOH/CH,Cl; w/ 0.1% NH40H) ; 500
MHz 'H NMR ( CDCl;) 88.26 (d - J=5.8Hz - 1H) - 7.28
(d>» J=8.3Hz 2H) - 7.20 (d- J=7.9Hz > 2H) - 6.79
(s» 1H) » 6.73 (d > J= 6.2Hz » 1H) > 3.62 ( s>
2H) > 3.60-3.50 (m > 6H) » 2.60 (s> 3H) > 2.60-2.45
(m>» 7H) = 2.34-2.15 ( m > 4H) > 1.85-1.72 ( m >
4H)  LRMS m/z Cp¢ H3ss Ns Z it B fE 415.582; B & &

LRMS ( M+1) 416.5 -

' fl 134

BO-BF & -mbog -2-F F A& -[3- (4-mtmE-1-F B E-F
) -BTEHFHE]-& - KEH 107 2t AIEAEEZ

o e FOBF X BB B > B 48 (R-FE-4-BEB 3- (4-04

BE-1-E B E-FKE) BT EHRE) KRB H -

Rf=0.15 ( 10% MeOH/CH,Cl, w/ 0.1% NH,OH)
500 MHz 'H NMR ( CDCl;) 68.55-8.52 (m: 1H) - 7.67-
7.62 (m > 1H) > 7.45 (d> J=7.9Hz > 1H) > 7.25 (d~ ]
= 7.9Hz > 2H) » 7.17 (d: J=7.9Hz» 2H) - 7.17-7.12
(m> 1H) > 3.66 (s> 2H) » 3.60 (s> 2H) - 3.48
( dddd » J = 8.7 8.7+ 8.7 87Hz » 1H)  2.65-2.46

(m>»> 7H) » 2.26 (s> 3H) > 2.25-2.08 (m > 4H )
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1.82-1.70 ( m > 4H> s LRMS m/z C23 H3] N3 ZE‘I‘%{E

349.519; Bl Z {H LRMS ( M+1) 350.4 -

75 135

K- (3-8 -5-Z & B & -Uh o -2-3 B OB ) —{[3- (4-1
e 1R R H - HE) BT HEIFE ) REH 107 Z
Bt o R S M2 AR EMBAEE > A 48 (K-F % -4-
B 3- (4-ME MU -1-EEE-EE) BT HFE) KN
i -

Rf=0.34 ( 10% MeOH/CH,Cl, w/ 0.1% NH40H)
500 MHz 'H NMR ( CDCl;) 88.75(d>» J=0.8Hz» 1H)
7.89 (d > J=1.7Hz » 1H) ~» 7.28 (d>» J=7.9Hz > 2H)
7.19 (d > J=8.3Hz:» 2H) - 4.13 (s> 2H) ~» 3.63 ( s
2H) » 3.53-3.51 ( m » 1H) ~» 2.90 (d >» J= 7.5Hz >
2H) »» 2.60-2.48 ( m » 5SH) ~» 2.36-2.25 ( m » 2H)
‘ 2.22-2.15 (m>» 2H) - 1.85-1.75 ( m~» 4H) : LRMS m/z

Cy3 H;7 LRMS m/z Cl F3 N3 Z:E EH 437.934; B E(H

LRMS ( M+1) 438.3 -

BB 136

BM-3-Z F -5-{ CR) -1-[3- C4-M 1&g -1-F B & -F
H) BT EHE]-BEE-2-F}-[1,2,4]18 - " - (R T H
107 2@t » A E#E MNP REBEE > B 48 (K-

HoE-4-fEFE 3- (4-W W E-1-EFE-FHE) -RT EH

134 -
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BE ) K B AR -

Rf=0.55 (10% MeOH/CH,Cl, w/ 0.1% NH4OH 500
MHz 'H NMR ( CDCl;) 87.26 (d> J=7.9Hz» 2H) = 7.15
(d> J=7.9Hz> 2H) - 3.88 (dd~> J=5.8> 5.8Hz > 1H) >
3.60 (s> 2H) » 3.53-3.43 (m > 1H) > 3.25-3.18 ( m »
l1H) - 2.83-2.77 (m » 2H ) » 2.75-2.62 ( m > 1H ) =
2.53-2.40 ( m > 6H) » 2.35-2.00 ( m > 8H) > 1.95-1.85

. (m~ > 1H)

LRMS m/z Cy4 H3s Ny O Z 5+t E fE 394.56 ; Bl {HE LRMS

» 1.84-1.75 ( m » 4H) - 1.33 (t>» 3H)
( M+1) 395.5-

' Bl 137

- Co-H E-Mng-2-F K &) -[3- C4-MgmwE-1-FHF
E-x&E) - BTERE]- K -KEH 107 2k - FIHSE
W AR R R E > HB 48 (X-F R -4-ER 3- (4-0

® Mg -1-E R E-FE ) -BRTEHE) KM -

Rf=0.27 (10% MeOH/CH,Cl, w/ 0.1% NH4OH)
500 MHz 'H NMR ( CDCl3) 87.50 ( dd > J=7.5 7.5Hz >
1H) > 7.25 (d > J=7.9Hz > 2H) - 7.17 ( d > ]J=7.9Hz >
2H) » 7.12 (d> IJ=7.9Hz > 1H) » 7.00 (d>» J= 7.5Hz
1H) > 3.89 (s> 2H) » 3.58 (s> 2H) - 3.60-3.50 ( m >
1H) > 2.86 (d-» J=7.5Hz> 2H) » 2.53 (s> 3H) > 2.52-
2.45 (m > 5H) » 2.32-2.23 (m > 2H) > 2.20-2.10 ( m -

2H) > 1.87 ( bs> IH) - 1.80-1.73 ( m > 4H ) : LRMS
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m/z Cjy;3 Hs; Nj 7 §+ B {[E 349.519 ; éﬁ g4 {E LRMS

( M+1) 350.2 -

BH 138 (—ERF A)
TERH(BEBMZIGERARERF)
R-(2-8-6-%-F &) -WE-[3-(4-HwE-1-FH
E-FHE) BTERE]-K - -KBEMBE 004 ZF DMA F
BEA 48 (R-FE-4-BEEK 3- (4-MWBE-1-EFFE-FE) -
RTERR) cFXBERBE (399 2% 0.1 EEEH 1
EE)MBEMAE-_EME DA CEHLEBFH K
(0.2 ZEH 2 H8) f > HMWMA TFA Z#E W (0.014
27 01 2EEH > 1 £ 0.1 27 DMA ) - # KX
FEMMEE 100C » I — B HE - MBA-—BRE KLHE
NBEH ETTRER KR IEMRGE - BRELEZBEBE
1l ZEFA FEMKES (152 Fx > 011 EXEE) 5 - FAA
® EAEACHRRESD 30 08 R EREZEBAITERE
Bl - BREE _RFBPKRFE/L EEZE SPE HHEAE
L2s5s EA_HEHRFBERE - BKHIEA SCX SPE FE
- 15 BA-_&GFK (ZF) 5 ZEARE (%)
W EE  HLUEHREEHRZ IN TFA F&EE - 16 8E A K
wmANERY  c ERBEZBIDTEREBER  KRK - BHEAXE

R

e 025 ZEFF & B g » LN A 0.015 27 TFA/0.5 2

i3
fein

R B DB TFAHE - HEREZEFTHEE 155
# o TRHBEKALTARARKREZREH - FIABHEZHA
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ERRMEEAZCRAMAL  BEFEVWZ K  EHEZE
NTiRMBZ  UELER TFABZEELEY -

Rt=4.18 4 $& HPLC JH #% B: LRMS m/z Cys Hiq
LRMS m/z Cl F N, Z 5 B {8 428.00; # % f LRMS

( M+1) 429.25 -

g6 139
. B -1-13- (3,5-Z B & -t ®,-1-H ) -FE]-F & -[3-
(4-M g -1-F B E-FXE) BT EHFHE]-IKE - KEBH
138 2t » I B EMER 48 (K- K-4-BE B 3-
(4-mtmgme-1-FFE-FXHE) BTEHFE) S XHERE
K B -
Rt=4.15 4 8 HPLC K i B: LRMS m/z Cy9 Hss Ny

ZETEE 442.647 ; B ZE{E LRMS ( M+1) 443.32 -

B Hl 140
R (5-f-2-F @ B - 8 ) -4-[3- (4-0 1% 0 -1- 2 5
%

% ) CBRTERE]- NGy - KREH 138 Z k>
FlRAEeE#EZMMEP 48 (X -F F-4-B B 3- (4-0f 1% 0E -

i
1-ERE-FHE) BTEHRE) 2B XEBERKHKE -
Rt=4.10 44 HPLC Ji% B; TFA B 125 MHz '°C
NMR ( CD;0D ) 6 161.6 ( q » J ( C-F) = 35.3Hz -
TFA) = 157.3 > 147.4 > 131.7 > 130.7 » 130.4 > 128.7 >

127.2 > 125.5> 120.8> 116.8 (q> J ( C-F) = 291.6Hz >
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TFA) ~-» 112.6 » 61.3 > 57.7 > 55.3 > 54.3 > 53.5> 50.1~
49.0 > 35.7> 32.2> 26.7> 22.5; LRMS m/z C,s H3zg LRMS
m/z Cl N3 O Z i E @ 467.00; B & fE LRMS ( M+1)

468.26 -

g6 141
KK - ( 3S,4aS,8aS ) -2-[3- ( 4-0f U 0 -1- % B 2 - %
. ) BTEFE]-+T&-ZEW-3-BREE=-T 8K K
BH 138 2t 0 FIAABZEAMER 48 ( X -F F -4-1
B 3- (4-MEISmE-1-EFE-XE) BTEFE) F XH
Be 2K S fi -

Rt=4.25 4 ¢ HPLC A # B LRMS m/z C3o Hs7 N;

o

OEtHEfE 465.721; BH 2 {H LRMS (M+1) 466.40 -

B A 142
® R-(C1-F E-NEMIE-4-FFE) -FE-[3- (4-11
E-1-FEFE-FE) BTEFRE]-K - KEH 138 2
Mmoo M A B ZEMEG 48 (K-FF-4-BE 8K 3- (4-M 0%
E-1-ERE-FE) BTEFE) CFXFERBREBERREME
Rt 3.98 44 HPLC 4% B:; TFA B 100 MHz '°C
NMR ( CD;0OD ) 6 161.6 ( q » J ( C-F) = 35.3Hz >
TFA) > 147.3 > 131.2 > 130.5 > 130.1 » 129.2 » 129.0 >
128.7> 127.2> 116.8 (q J ( C-F) =291.6Hz » TFA)

61.4 > 60.6 > 57.7 » 53.5 > 51.4 > 40.1 » 35.6 » 32.4 >

- 138 -
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29.4 > 27.1 > 26.8> 22.6; LRMS m/z C3¢ Hs4s N3 Z 5 &

B 445.691; B & LRMS ( M+1) 446.35 -

B Bl 143

R-(C8) -1-[3- (C4-mrmgme-1-FHE-FHE) -RTE
RO )-MmuE-2- % BMERKR - KEH 138 2t - FIA G &
CHEMER 48 (K -BF X -4-BEE 3- (4-0goE-1-5F F & -

® AE) - RTERR)) R XHEBREBERKMHE -

Rt= 3.80 4% HPLC K i B:; TFA B 125 MHz '°C
NMR ( CD;0D) 169.8 > 161.6 (q* J ( C-F) = 35.3Hz >
TFA) > 147.3 > 130.4 > 128.7 127.2 > 116.8 (q* J ( C-
F) =291.6Hz TFA) » 67.5° 59.9+ 57.7 55.2» 53.5>
35.6 > 31.8> 29.5> 28.0> 22.8> 22.6; LRMS m/z C,; Hj,

N; O Z:EFTEfE 341.496; 8 & LRMS ( M+1) 342.27 -

® " Bl 144
- (8-F & & -8 W -5-F B &) -F FE-[3- (4-I MK
iE-1-ERE-FE) - BT EHFE]-K - -KEH 138 2
Mo FIE e #ECKEMEL 48 (X-F X -4-EEK 3- (4-0 0
mE-1-FEHFE-FE) BTEFRB) cHRFBEBRERRME -
Rt=3.90 /8 HPLC H ¥ B: LRMS m/z Cys Hss Nj

O 2T EHE 429.604; # & {E LRMS (M+1) 430.27 -

TG 145
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R-4- (4-8-FEEF) -1-[3- (4-ME g og -1-5 B K-
HE) -BTERE]I-ANGWE - REHF 138 Z#Hak - Fl A

Mo BB G 48 (R-F F-4-B B 3- (4-MkIE-1-K
RE-FE) BTEHARE) R XFHEBEEREMEFE -

Rt=4.28 78 HPLC Jj#% B LRMS m/z Ci; Hss
LRMS m/z Cl N, O Z 5 E f 438.00 ; # & f LRMS

(M+1) 439.24 -

B Hl 146

K-4- (2-F & £ -FEE) -1-[3- (4-B g g -1-% H
E-FE) BRTERE]-AGWBE - KREH 138 Z#Hd -
FIREBEZHEMED 48 ( K-F F-4-B B 3- (4-0 1% g -
1I-ERE-FHE) -BTEHE) R XEBEKRKHRE -

Rt=4.18 43 8 HPLC JF i B LRMS m/z Cyg Hjzs Ny

O, it E fE 434.62; BH & {E LRMS ( M+1) 435.30 -

"G 147

Ro-4- (3-8 -F&EE) -1-[3- (4-M g g -1-% F & -F
E) BTERE]-"aW®E - KREH 138 2 #HMR - 5 A
GHCHEMEPG 48 (X -F F-4- B 3- (4-0F 1% 0E -1- %
RE-FE) BTEFR) CBFFEKRERREME -

Rt=4.32 4 HPLC ¥ 3#% B LRMS m/z C,; Hj3s CI

N, O x5+ E {8 438.00; B Z{H LRMS ( M+1) 439.26 -
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&l 148

B-F - (4-FRE-FHE) -[3- (4-0 g -1-% F
H) BTHEFE]-E - KEF 138 2@ AAES

m
M

ZEMER 48 (R-FF-4-BEEKE 3- (4-MEE-1-FF

Mﬂi?ﬁﬂ

-FE)  BTEHFE) cHFEFEBREBERYEHE -
Rt:4.32ﬁf§ HPLC A # B: LRMS m/z Ci3¢ H3¢ N;

O i E fE 440.627; B & fE LRMS ( M+1) 441.29 -

g #l 149
R-[1- (2-H&EE-Z2&) -Aa@E-4-FEHE) -H
HE-[3-(C4-mprgumE-1-FEHFE-FE) BT EHE]-K - K
B 138 x> I G B ZBMEG 48 (K -F K -4-14
B 3-(4-MbmgmE-1-EHFE-XE) BRTEHRE) R XHB
B Bs 2k 8L fE -
Rt=3.83 44 HPLC K %% B:; TFA B 100 MHz '°C
® NMR ( CD;0OD ) 6§ 161.6 ( q » J ( C-F) = 35.3Hz >
TFA) > 147.3 > 130.5> 128.7 >+ 127.3 > 116.8 ( q > J ( C-
F) =291.6Hz ' TFA) > 65.6 61.4 60.6 » 57.7 56.6 >
53.5 » 52.2 > 40.1 » 35.6 » 32.3 > 29.3 » 27.1 » 26.8 >

22.5; LRMS m/z Co¢ Hss N3 O Z s+t E fH 413.646 ; #H &= (g

LRMS ( M+1) 414.33 -

' Bl 150
R-1-[3- C4-mEmgug -1-H P E-FH) -BRT EHE]-

- 141 -



200529806

(139)

A-H-BEEE-ANGEME - REH 138 2 FIHEGHE
ZRBEMEG 48 (X -BF F-4-BEBE 3- (4-Mngw-1-F F & -
AE) - BTEHE) CHFXBEBEKHH -

Rt=4.30 48 HPLC 5 3% B; LRMS m/z Cis Hig N>

O it & 418.621 ; # 2= @ LRMS ( M+1) 419.31

g4 151
® RR-2-{F HE-[3-(4-BE-1-EFE-XE) -BTH
HE]-FE-Z8 - REH 138 2l FEE&EZ KN
O 48 (R-BE-4-B8 3- (4-MWBE-1-EFE-FHE) -
BRTERR) cEFEBREBRRMG -
Rt=3.70 4> HPLC KA ¥ B: LRMS m/z C,s His N,

O it HE E 378.557;: B & {E LRMS (M+1) 379.30-

SE-FE) ZE]-BHE-[3- (4-M1%

WE-1-FE B E-XE) BT ERE]-KE - KEH 138 2 H#H

i > FIHEEBZEMEN 48 (- K -4-FEE 3- (4-1 1§
E-1-EZHFE-FE) BRTEFRE) CHXERBRERKRMHFE -

Rt=3.76 4> 4 HPLC K i B; TFA B 100 MHz '°C
NMR ( CD;0D) 8161.6 (q: J (C-F) =35.3Hz> TFA)

149.7 » 148.6 » 147.3 » 130.5 » 128.9 » 128.7 » 127.2 >

121.1> 116.8 (q> J ( C-F) =291.6Hz » TFA) - 112.5

112.2 » 60.7 » 57.7 » 57.6 » 55.3 » 53.5 > 39.6 » 35.7 >
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32.2> 31.9> 29.7> 26.8> 22.6:, LRMS m/z C,7 Hig N, O,

Z ETEE 422.609; B fE LRMS ( M+1) 423.28 -

g6 153

[Zo-B B - 24 B -[3- (4-ME MR IE-1-B B OE-EE ) -
BTEHE]-E - KEF 138 2l AIAESECKENE
Bl 48 ( S -FF K -4-FEF 3- (4-MEE-1-EHE-FHE) -&R

o TEFE) CHFXHEBRERKME -

Rt=3.60 4> 8 HPLC 5 ¥ B; TFA B 125 MHz '°C
NMR ( CD;0D) 8161.6 (q>» J ( C-F) =35.3Hz> TFA) >
147.3 » 130.5 » 128.8 » 127.2 > 116.8 ( q» J ( C-F) =
291.6Hz > TFA ) - 80.3 > 71.7 » 59.8 » 57.7 » 53.5 >
45.0 > 39.6 > 35.6 31.9> 26.8> 22.6; LRMS m/z Cyo Hjg

N, ZiEE 296.455; B E fE LRMS ( M+1) 297.20 -

‘ g B 154

[o-4-ME g uE -1-F -1-[3- C4-ME &g -1-H FE-FHE) -
BTERE]-NEME - KEH 138 cat » FIAEE L
e i E Bl 48 (- FE-4-E 3- (4-Mbog o -1-F F & -
H) BTEHRE) CcHFXBEBREREM -

Rt=3.50 9> 4 HPLC J i B: TFA B 125 MHz '°C
NMR ( CD;0D) §161.6 (q+ J ( C-F) =353Hz ' TFA) -
147.3 > 130.5 » 128.7 » 127.2 > 116.8 ( q » J ( C-F) =

291.6Hz - TFA ) - 61.5 > 58.9 > 57.7 > 53.5 > 52.0 ~
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50.7 > 35.6 » 32.3 » 26.8 > 26.2 s 22.7 > 22.5; LRMS m/z
Cos Hio N3 O Z 2 E f 381.604 : # 2@ LRMS ( M+1)

382.34 -

g B 155
K-2RE-(2-FEE-2&) -[3-(4-MmgE-1-%H
HE-FH) BRTERE]-K - -KEH 138 2#Had - FIHSG
® WM BEG 48 (R-FE-4-BEE 3- (4-0E 1% 0E-1-F H
E-XE) BTEHFEBE) R XHEBBRHMH -
Rt=3.62 43 HPLC 5 3¥% B LRMS m/z C;; Hiss Ny

O Z s+ E {f 344.539; g & @ LRMS ( M+1) 345.20 -

' B 156

RRo-1-F F-4-[3-(4-E-1-ERE-FE) - BT E
BFE]-ANaE ML - kKB 138 2fft > FEHSECKENE

. Bl 48 (R - X -4-FEFE 3- (4-UBIE-1-BEFHE-FHE) -&

TEHRE) CRFBEBBERIE -

Rt=3.63 4> & HPLC K i#% B: TFA B 400 MHz 'H
NMR ( CD;0D) §7.52-7.35 (m > 9H) = 4.33 (s 2H)
4.19 (s> 2H) » 3.72-3.60 (m > 1H) - 3.58-3.11 ( m >

14H) > 2.91-2.79 (m > 1H) > 2.46-2.30 ( m > 4H )

G

2.22-2.10 ( m » 2H) > 2.05-1.92 ( m » 2H) : TFA
125 MHz '"*C NMR ( CD;0D) 8161.6 ( q > J ( C-F) =

35.3Hz > TFA ) - 147.4 > 131.1 - 130.6 > 130.4 > 129.5 -
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128.9 > 128.7 127.2> 116.8 ( q» J (C-F) =291.6 Hz >
TFA) » 61.2 - 60.5> 57.7 - 53.5> 49.8 > 35.7» 32.2 >
26.7 > 22.5; LRMS m/z Cy7 H37 N3 Z it E {E 403.61 ; #

Z{E LRMS (M+1) 404.33 -

gl 157
RR-1-Z F-4-[3- (4-E B mE-1-EFE-XE) BT E
® HE]-A&EMH - REH 138 2#HMR - FIFAHECKEMNE
B 48 (X - FK-4-EFR 3- (4-WE-1-EHE-FHE) -&

TEHRE) CRFEBRERKRRKE -
Rt=3.47 2> 4 HPLC J5 3% B: LRMS m/z Cy; Hjs Nj.

Z it E{H 341.539; B {E LRMS (M+1) 342.28 -

"l 158
RR-2-{B A E-[3- (4-WEmE-1-FHE-FHE) -]RT
o EHEE]-KR)-28 - KEPH 138 2K > FIHG#EZ KN
"l 48 (R -B K g 3- (4-WEgmE-1-FE B E-FHE) -
BRTERE)) cHFFBEBRBEREM -
Rt= 3.64 48 HPLC H # B LRMS m/z C,; Hjq

N, O it E{H 330.513; = {E LRMS (M+1) 331.30¢-

g H 159
- (2-BEE-ZF) -WHE-[3- (4-M g rE-1-F H
E-FE) - RTEHRE] - KEMH 138 HAE o FIHA
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W M E A 48 (R-H K -4-EE 3- (4-MKE-1-FH
H-XE) BETEHE) cHF XHEBEAEKHEMF -
Rt=3.63 428 HPLC KA % B, LRMS m/z C,; Hi¢ Nj

O Z it B {4 344.539: B & {E LRMS (M+1) 345.26 -

' Bl 160
R-BE-C(R) -I-TE-ZH) -[3- (4-BBIE-1-F
o RE-FE) BRTERE]-K - KEH 138 2@ > FH

op

B ME 48 (K- R -4-B K 3- (4-W B E-1-F
Z-FXE) - BTEPFE) cPFEBRBRRME -

Rt=3.70 428 HPLC K # B LRMS m/z C,s Hizs Ny

H

N

ST EE 362.558; B & LRMS (M+1) 363.30 -

B 6 161
K- (48,428 ) -4-F FH -1-[3- ( 4-0f % 1E -1-F H XK -
® H) BTEHE]-TS-12WH-4-82 - (KEH 138 Z &kt -
M AGBEZBMEN 48 ( X-B X -4-BE B 3- (4-0 1% g -
1-ERE-FE) BTERE) TR FHEBRERHEEF -
Rt= 3.80 4 8 HPLC K % B: LRMS m/z C3; Hsz N,

O 2 % fH 458.686; # % ffi LRMS ( M+1) 459.33 «

g H 162
R-1-{4-[3- C4-mtmsoE -1-F B HE-FHE) -IRT EH
B 1-8 & it o - -Z M o REF 138 2 o Fl & E
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ZBMEWR 48 (X-FE-4-BEE 3- (4-UL K rE-1-F HF & -
KE) - BTEHE) CHF FHEBEEKRKEMF -

Rt=3.57 4> 4 HPLC K i B; TFA B 125 MHz '’C
NMR ( CD;0OD) & 170.6 > 161.6 (q> J ( C-F)= 35.3Hz -
TFA) > 147.3 > 130.5 > 128.7 > 127.2 » 116.8 ( q*» J ( C-
F) 291.6Hz » TFA) » 61.4 > 57.7 > 53.5 > 51.5 > 43.0 -
38.25 35.6 32.2 26.6 22.6> 19.7; LRMS m/z C,, His;

N; O+ EfE 355.523; B2 LRMS ( M+1) 356.28 -

B H 163
R-1-F B -4-[3- (4-bgmE-1-EFE-XE) - BT &
BRE]-[1.4]1Z0 4 - RKEBG 138 2t » FIH & & KM
BH 48 (- X -4-BF 3- (4-WWEwE-1-EFE-XHE) -
BTEHRE) CHFFHEBEREM -
Rt=3.46 4> 4 HPLC JH #% B TFA ®W 125 MHz '°C
) NMR ( CD;0OD) 6 161.6 (q*» J ( C-F) =35.3Hz » TFA) »
147.3 > 130.5 » 128.7 » 127.2 » 116.8 ( q » J ( C-F) =
291.6Hz » TFA) » 62.0 > 57.7» 55.5 53.5> 53.3 » 50.4
43.4> 35.6 > 32.0 26.9> 22.5> 20.6; LRMS m/z C,, Hjs

Ny ZirEBEfE 341.539; B & E LRMS (M+1) 342.28

= Hl 164
B2 -2-{4-[3- C4-Mf mgmg -1-F= F E-FE ) -;RT &

BH
HE)l-N@ o -1-F-FamE o RES 138 2@k > FIASG
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o R E R 48 (- K -4-mE B 3- (4-MEmE-1-F& F
E-FE) BTEFE) CRFHEBERREM -
Rt=3.654% $ HPLC K ¥ B: LRMS m/z Cy¢ H3; Ns

T EfE 415.582 B 2 fE LRMS (M+1) 416.24 -

Ny

' Bl 165

R-ZHFH-(2-FEE-Z2F) -[3- (4- B mE-1-F F
-FE) BT EFE]-K -KEH 138 2l FIASE
R EA 48 (K- F-4-BBK 3- (4-MMgE-1-K H

o
i

S
N

=

-FE) - BRTEHE) R EHEBRERRMF -

Rt=3.56 90 ¢& HPLC A % B: LRMS m/z C,; H3s N;

Bt

O s+ &EE 330.513; i {E LRMS (M+1) 331.25-

' Bl 166
B-FR OB - (3-F B -mbwE-2-F F K ) -[3- (4-0f ¥ g -
' 1l-ERE-FE) BRTEHFE]-K - KEH 138 ik -
FlRAG#ECBEMELN 48 (X -H F-4-E B 3- (4-0 & g -
1-ERE-FE) BTERE) P FBEBREKRKREH -
Rt=3.64 4> 4 HPLC ¥ B: TFA E 100 MHz '°C
NMR ( CD;0OD) & 161.6 ( q» J ( C-F)= 35.3Hz » TFA) >
148.4 » 147.3 » 146.4 > 138.0 » 132.1 » 130.5 » 128.7 >
127.2 > 123.8 > 116.8 ( q > J ( C-F)= 291.6Hz » TFA) >

61.4 » 57.7 » 57.5 » 53.5 > 41.3 » 35.7 » 32.0 » 27.1 >

22.6 5 LRMS m/z C,4 Hi33 N3 Zg‘["ﬁﬂ__ﬁ_ 363.546 ; EE%S{LE
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LRMS ( M+1) 364.27 -

= 5l 167
R-—Z (3 (4-H W E R EE) BT ES
M - Kk E Bl 138 2 L - R & 2 B E B 48
(K -H % -4-BB 3- (4-WHm-1-BFE -%5) BT E

FOEE ) BN RE R R K OB -
‘ Rt=3.57 4> HPLC H #% B LRMS m/z C,¢ H3, Ny

~ FHE fE 300.487 ; B ZfE LRMS (M+1) 301.23-

T O 168
R-FH-ERE-[3- (4-MgE-1-FHFE-FXH) -R
THEHEHE]-F - -KREH 138 TR > FAESEZ KR A
48 (X -F K -4-FEE 3- (4-MEmsog-1-EFE-FHE) -]RT
HER) R EXBEBREREM -
. Rt=3.70 4> &8 HPLC J3#% B LRMS m/z Cy¢ His¢ N3

ZETEE 376.584; B fE LRMS (M+1) 377.30-

'O 169
- (S) -2-Mk g mE -1-F B & -1-[3- (4-0f 1% 0E -1-&
RE-FE) BRTERE]-AN@QBE - KEPH 138 2K
o FIH A EZEME 48 (X -F F-4-B B 3- (4-0 0
E-1-EFE-FE) BTEFE) CHFEBEREBEREHE -

Rt=3.48 448 HPLC K3 B; TFA B 125 MHz '’C
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NMR ( CD;0OD) & 161.6 (g ] ( C-F)= 35.3Hz TFA) >
147.3 » 130.5 » 128.7 » 127.2 » 116.8 ( q » I ( C-F) =
291.6Hz » TFA) > 64.2 > 58.9 > 57.8 > 57.7 > 55.0 > 53.5 >
35.6 » 32.3 > 31.7 > 28.7 » 28.1 » 22.8 > 22.5 > 21.8 ;
LRMS m/z C,s Hso N; Z 5t & {& 381.604 ; # 2 LRMS

( M+1) 382.30 -

. g H 170

-CCS) -1-F & -Bgg-3-8) -2 & -[3- (4-M%
E-1-ERE-FXE) - BTERE]-K - KEH 138 2
o FlA e @ BRMEY 48 (X -F XK -4-BE 3- (4-1HK%
E-1-ERE-XE) BTEFRR) R FHEBREBEREE -

Rt=3.63 7> HPLC Jj#% B: LRMS m/z Cz9 Hs1 Nj

ZiTBE{H 431.664; B & {H LRMS (M+1) 432.30-

o ' H 171
-8 =-THE-(2-F&HE-ZH) -[3- (4-BE W ME-I1-
HERE-FHE) BTHERHE - K E B 138 Z #a o F]
e @M EH 48 (X-F F-4-F B 3- (4-0 K LE-1-
EEE-XE) BTEFEFRB) R FBEBEEKREMF -
Rt=3.60 2§ HPLC Jji% B LRMS m/z Cy3 His Ny
2 EFEfE 358.566; Bl &= LRMS ( M+1) 359.30 -

' 172
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fe-4- (2-8-FEE ) -1-[3- (4-MguE-1-FF HE-K

E) - BTERE]-SN&WE - EH 138 2t A

G ZERMEPR 48 (X-F F-4-BE# 3- (4-MKE-1-F
RE-FXE) BTEFRE) R XHEBREKRKEH -

Rt=3.80 4% HPLC K/ 3% B:; TFA B 125 MHz '’C

NMR ( CD3;0D) 6 161.6 (q> J ( C-F)= 35.3Hz > TFA) »

152.3 » 147.4 > 130.5 » 128.2 > 128.1 » 127.2 » 124.1 >

P 122.8 » 122.6 > 116.8 ( q » ] ( C-F)= 291.6Hz » TFA) >

116.4 > 69.8 > 68.3 » 61.9 > 57.7 » 53.5 > 40.3 » 35.7 >

32.2 26.9> 22.6; LRMS m/z C,7 H3s Cl N, O Z 5t & {&

438.00; B & fE LRMS ( M+1) 439.20 -

' 6 173
B -N-Z £ -N'N'-Z B H -N-[3- ( 4-0f 1§ g -1-F H & -
FE) -CBTEHRFHR]-Z-1,2-2§ - RE B 138 2 ik >
) Pl & @2 MNE P 48 ( K-B F-4-B K 3- (4-0 1 0E -
I-ERE-FHE) BTERE) P FEBBRERRK -
Rt=3.51 48 HPLC J & B: LRMS m/z C;, Hi; N;

Z it B (E 343.555: B E{fE LRMS (M+1) 344.28 -

' A 174

R-ZHBHERWNERE-FE-[3- (4-BHgE-1-FF E-F
) G-BRTERE]-HK - KEB 138 @l FIHEHELZ
e A0 g Bl 48 (R-FF-4-mfgE 3- (4-ME g o -1-H B & -
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E) - BTEHEE) CHXBEBEKRAEMH -
Rt=3.68§j\§,§ HPLC A # B LRMS m/z C,4 His¢ N,

Z i EfE 352.562 B EfE LRMS (M+1) 353.28 -

B H 175
R-TE-BE-[3-(4-MHEE-1-EFE-FXTE) - BT
HEHEE]-K - KREH 138 2 FIFSEZEME G 48
® (R - R -4-BEB 3- (4-WEiE-1-FRE-FE) BT XE
BHOEE ) & B KRB RSk B -
Rt=3.62 /> ¢ HPLC J 3% B LRMS m/z Czy H3s N,

Z T EE 314.514; B {#E LRMS (M+1) 315.26 -

g Hl 176
R -N,N,N'-= B E -N'-[3- ( 4-M 0% g -1-F H & -F
E) BTEHHE]-Z-1,2-Z" K - kEHF 138 2@l > F
) HEeEB®EZBMEG 48 (X -F F-4-BEE 3- (4-0 K IE-1-
EHFE-XE) BTEHREB) R FBEHKEKRKEHE -
Rt=3.56 4> 4% HPLC K % B; TFA E 125 MHz '’C
NMR ( CD;0D) & 161.6 ( q> J ( C-F)= 35.3Hz » TFA) -
147.3 » 130.5 » 128.7 » 127.2 > 116.8 ( q » J ( C-F) =
291.6Hz > TFA)>» 61.5> 57.7 > 53.5 51.2 > 50.4 - 42.8 -
39.8> 35.6 32.0 26.8> 22.5; LRMS m/z C,; His N3 &

P& (E 329.528 ) B & {E LRMS (M+1) 330.29 -
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g4 177
Fo-1- C1-B B -1TH-Bk M -2 B -FH & ) -4-[3- (4-M 18
E-L-ERE-XKE) BETERE]- NG WY - KEH 138
LMot o M HAEHECKEMEN 48 (- X -4-# K 3- (4-
merg g -1-F B E-FXHE ) -BTEHE) 2 F X EBKE KR H
ﬁ% o
Rt=3.50 4 4% HPLC JH i B: TFA H 125 MHz '°C
® NMR ( CD3;0D) & 161.6 ( q>» J ( C-F)= 35.3Hz > TFA) >
147.3 > 143.7 > 130.5> 128.7 > 127.2> 124.5 118.5 116.8
(q> J (C-F) =291.6Hz » TFA) > 61.3 » 57.7 » 53.5 >
51.8 » 50.0 > 49.5 > 35.6 > 33.8 » 32.3 » 26.6 > 22.6 ;
LRMS m/z C,5s Hs; Ns Z 5+ B fH 407.602; # & {8 LRMS

(M+1) 408.32 -

B A 178
‘ & -2,5-Z B H -1-[3- (4-MEmWE-1-EFE-FHE) -&
TEHEE]-2,5-ZT & -1H-E g - REH 138 Z#Ha > A
GHECEMEG 48 (X-F F-4-F B 3- (4-0 8% 0E-1-5
FE-XE) BTEHRE) CRXRBERBRERKHEH -
Rt=3.59 438 HPLC J % B: LRMS m/z C;; Hiy Ny

Z ETE {H 324.509; B ®{E LRMS (M+1) 325.26 ¢

' A 179

fe-C CS) -1-7F & - ng g -3-% ) -F & -[3- (4-0 1%
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E-1-EFE-XE) BTERE]-E - KEH 138 2
Mmoo FEAEEZEMEG 48 ( K-F K -4-B B 3- (4-0 0%
E-1-ERE-FXE) BTEREBE) R XEBEEKREMH-
Rt=3.59 4348 HPLC /i B; TFA ® 125 MHz '°C

NMR ( CD;0D) 6 161.6 (q> J ( C-F)= 35.3Hz > TFA) »
147.3 > 130.5 > 130.2 > 130.1 » 129.2 » 128.7 » 127.2 »
116.8 ( q » J ( C-F) = 291.6Hz » TFA) » 62.8 > 59.9 »

P 58.4 » 57.7 > 53.5 > 52.7 > 52.2 > 37.8 > 35.5 > 32.0 >

26.9 » 25.9 » 22.5 ; LRMS m/z C,s Hs;¢ N3 Z it & &

417.637 ; B & fE LRMS (M+1) 418.31 o

BBl 180

R-C4-F-F &) -BHE-[3- (4-WEmE-1-FF K -K
) -RTEFE]- - -KEBH 138 2@l - FIHEHELZ
M E A 48 ( K-F F-4-BE B 3- (4-ME g -1-F B & -

P

® E) BTEFERE) cFFBEBEEBEREMG -
Rt=3.67 54 HPLC J5 ¥ B: LRMS m/z C,s H3; F

N, it EfE 366.521; #H 2 {H LRMS (M+1) 367.23

B o181

RE-1-FKE-8-[3-(4-MHEmwE-1-EFE-FE) BT E
R ]-1,3,8-Z A M-I [4.5])K-4-F - (REH 138 2 # >
R E

o MM E R 48 (R -F K -4-bE B 3- (4-0f I 0E -
I-ERE-FE) RTEPE) SR FBEEKREKRAWN -
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Rt=3.70 49 ¢4 HPLC jff(f B; LRMS m/z C,y9 Hig Ny

O 3t B {8 458.646 ; ¥ W LRMS ( M+1) 459.26

' A 182
R-2-{F £ -[3- (4-MpmmE-1-FEHFE-FXHE) -

Ik
bt

T

i}

RE]-K}-28B - KEH 138 2t - FIFEE KM
Bl 48 ( L -B F -4-fmBg 3- (4-WIKmE-1-HF E-FKHE) -
® THEHRE) CHFEBKRERKKMHE -

Rt=3.55 4 $ HPLC JH 3% B; TFA B 125 MHz '’C

piE

NMR ( CD3s;0D ) 6 161.6 (q~> J ( C-F)= 35.3Hz ' TFA) >
147.4 » 130.5 » 128.7 » 127.2 » 116.8 ( q » J ( C-F) =
291.6Hz » TFA) > 60.7 » 57.7» 57.6 > 55.1» 53.5> 40.2 >
35.7> 32.1> 26.8° 22.6; LRMS m/z C,9 H;0 N, O Z it &

fE 302.459; B &£ fE LRMS (M+1) 303.23 -

o " Bl 183
RK-3-7F & -7-[3- C4-Mtwg e -1-EHE-FHE) -RT H
HOE1-5,6,7.8- 4 & -[1,2,4] = M 3 [4,3-a] 0t B - 1K T fl
138 it > FIR &@EZEAMNEBD 48 (-F X -4- K 3-
(4-MEmyog -1-EHFE-FE) BT EHEBE) CF XEK
& B fE

Rt=3.66 90 HPLC FH % C:; LRMS m/z Cys His Ns

i

ZETE (H 441.619; B = {E LRMS ( M+1) 442.25 -
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" fl 184
R-3-{FE-[3-(4-MEBE-1-ERE-FKHE) - BT H
RE]-EE}-N-1-FF - REH 138 2l » I & # K
BO 48 (K- F-4-BE B 3- (4-M Mg oE -1-H B & -
) BRTEFE) W FAEMBRERRME -
Rt=3.65 49 HPLC JH &% B; LRMS m/z C,y¢ Hi¢ N>

O Z:it&EfE 392.583; B & {E LRMS (M+1) 393.29 -

" Bl 185

R-2TH-BE-[3-(4-WEE-1-FXFHPHE-FHE) -]
TERE]-E - -KREH 138 2l - FIREEZKNE G
48 ( X -B K -4-mEBR 3- (4-MMmE-1-FFHE-FE) -RT
W B ) W F KRB -

Rt=3.61 4 ¢ HPLC H % B; LRMS m/z C,; His N,

ZETEE 314.514; B & {E LRMS (M+1) 315.26 -

" Bl 186

R-Z%F-BRE-[3-(4-WmE-1-BEFE-FHE) -E
TERRE]-K-KEH 138 2@t » FIAG#EZKEMEH
48 () -H K R 3- (4-ME-1-EFE-FHE) -RT
EHEE) Z O OF 6B EE R R W

Rt=3.56 4> ¢ HPLC JHA 3% B; LRMS m/z C,, His N,

ZETEE 314.514; B ®{E LRMS (M+1) 315.26 -
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- B & -{ (R) -1-[3- (4-Mpmg g -1-% B & -F
) -BTERE]-MEE-3-F)-K - RE R 138 ZH
CFI A B EAER 48 (RK-F X -4-BE 3- (4-0K
E-1-EERE-FE) - BTERRE)) CHFFEBREXRERE -
Rt=3.47 54 HPLC K #¥ B LRMS m/z Cz; Hjzs N3

ZEFE(H 341.539; HEE LRMS (M+1) 342.28 -

®
' Bl 188
R-B2ERE-FE-[3-(4-HBEE-1I-ZEFE-FXHE) -R
TESRE]-K - KREPF 138 2L FIFESECEMNRHE
48 (R -H K -4-W4 B 3- (4-WiE-1-EHFE-FHE) BT
HER)) CPFBEBEERRE -
Rt=3.56 4> 4 HPLC 7% B: LRMS m/z Cyo Hiz2 N»
ZEFEfE 300.487; B Z M@ LRMS (M+1) 301.22 -
®

gl 189

[2-FR B - (5-F9 B -1H-0 M -3-5 B E ) -[3- (4-M
DE -1-% B R -FXHE) BT ERE]-K - KEH 138 Z
oo R B A B EAMEG 48 (K -F K -4-BEE 3- (4-M 0
E-1-ERE-FHE) BTEFR) cREABEBRERRE -

Rt= 3.65 4% 4% HPLC K 3 B: LRMS m/z C24 Hse Ng

ZEE(H 380.576; B ZE{E LRMS (M+1) 381.30-
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gl 190

PF-00580378 : & - ( 1R,2S) -2-{H % -[3- ( 4-1t 1%
E-1-EH E-XE) - BTERE]-BE}-1-XE-F-1-
FooRER 138 Mt FMIAASGHEZCKEMER 48 ( X -H
K-4-FEE 3-(4-MWwE-1-EHFE-FE) BT EHE)
Z RO BE B BSOR BL AR -

Rt=3.70 4> HPLC J# % B: LRMS m/z Cy¢ His N

‘ O 2 5+ & f 392.583; ¥ & @ LRMS ( M+1) 393.29 -

g6 191

R-2-{1-[3- C4-ME g g -1-F R E-FH) - BT EH
E]-NGE U mE-4-F}-FaEw - KEFH 138 2k > FH
EECHEMELN 48 (KR-BE-4-BHK 3- (4-W B E-1-F
E-FE) BRTERE) cRFFBHBERERKMW -

Rt=3.70 4> 8 HPLC JH 3% C; LRMS m/z C,s Hizs N3

EH
‘ O Z:iTEHE 429.604 ; B B {fE LRMS (M+1) 430.24 -

" A 192

R-3-H&E-7-[3-(4-MBmiE-1-EFRE-FH) - BT E
% 1-5.6,7.8-10 & -[1,2,4] = ™ ¥ [4.3-a]Mt of - 1K T Bl
138 2t » M EGEEZHBMNES 48 (R-FX-4-m B 3-
(4-MpgnE-1-FEHE-FHE) -RTEFE) CHFEXBEE
2 I

Rt=3.57 99 g HPLC FH # C; LRMS m/z C,y4 Hzs N5
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< EFEME 393.575 0 BHEZEE LRMS (M+1) 394.25-

R-F%-C(R) -1-FE-ZHK) -[3- (4-MEE-1-F
BT EFE]- - -KEH 138 2@l A
B2 RMER 48 (X -F X -4-BEEK 3- (4-MEE-1-5%
HE-FXE) BTEFE)) TP FERBREBRERF -

Rt=3.82 48 HPLC JF 3% B; LRMS m/z C3; His N

H
s
P
Pk

op

Z ETE {H 438.655; H 2ZfE LRMS ( M+1) 439.27 -

"B 194
-8 =-THE-ZF-[3-(4-WmugE-1-FFE-FXE) -
BTERFE]-E  -KEF 138 2t > FIFSGEZCEKEME
Bl 48 (- FK-4-5E 8 3- (4-MrmE-1-EHE-FE) -&
TEFE) cH EXHEEARKEK -
. Rt=3.61 4§ HPLC K i B; LRMS m/z C,; Hs¢ N3

Z T E {H 328.54; B ZEL{E LRMS (M+1) 329.25-

BTl 195

BO-1-H B -4-[3- (4-MpmgnE-1-FH E-FHE) -IRT E
RE]- NG U - KEH 138 2t > IS ECKENE
Bl 48 (- X -4-mE B 3- (4-WRIE-1-EHFE-FHE) -&R
TERE) P FEEBERER -

Rt= 3.55 4 4 HPLC K ¥ B: TFA B 125 MHz '’C

EH
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NMR ( CD;0D) 6 161.6 (q+» ] ( C-F)= 35.3Hz > TFA)
147.6 > 130.4 » 128.6 » 127.2 » 116.8 ( q » J ( C-F) =
291.6Hz > TFA) > 61.4> 57.8 > 53.5 > 51.1 > 49.3 > 42.4 >
35.8 32.2 27.0° 22.5 LRMS m/z C,, Hss N3 Z 5 & (&

327.513 88 & ff LRMS ( M+1) 328.29 -

"B 196

i

o R-FZPAE-[3-(4-MEMmE-1-FFE-FHE) BT EH
Z1-(1.3,5-=Z=H HE-1H-Mt ™ -4-HEFH ) -fig - (kEH 138
LAt > MAEGEZEME B 48 (R-F F-4-BE B 3- (4-
MEMG oE -1-B H B -FE ) BT EFE) FFHEBKERH

fiE
Rt=3.62 4938 HPLC JK# i% B; LRMS m/z Cjy6 Hso Ny

L EiTHEE 408.63; B & E LRMS (M+1) 409.32 -

® ' B 197

Ro-4-{F & -[3- (4-MgmE-1-FFE-FH) -BT HE
REI-B)-T-1-F - (kB 138 2R FIHAE & Z KN
B 48 (X -BH F-4-1E B 3- (4-MEMGIE-1-HFE-FE) -
BTEFE) P XFEBRBRERF -

Rt=3.66 9908 HPLC jﬁ(f& B, LRMS m/z C,7 Hisg N>

il

\]

O it EH fE 406.61; BB {EH LRMS (M+1) 407.28 -

BB 198
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- C1R,2R ) -2-{H F -[3- ( 4-W 0% 0g -1-F B & -F
) BTERE]-EHE}-I-FE-W-1- - REH 138
i - FIHEBEZEMEG 48 (K-FFK-4-E B 3- (4-M
MomE -1-B B OE - E) -RTEFR) ZF X BERKE KR
ﬁ%o

Rt=3.69 /> # HPLC JF % B: LRMS m/z Cy6 H3s N>

O it &HfE 392.583; #HH & fE LRMS (M+1) 393.29-

' Al 199

R-FE-ZE-[3- (4-MhmmE-1-ERE-FHE) -]RT
EREE]- - KREH 138 2t - FIFEGE KA 48
(R -BXR-4-BEB 3- (4-BIE-1-EFE-FH) -BRT E
HEE ) 2 B O RSBk B -

Rt=3.68 ;> HPLC J73#% B: LRMS m/z Cys Hjzs N3

ZETEME 362.558; B ZE{E LRMS (M+1) 363.31 -

'l 200

FZ-6-{4-[3- (4-M g -1-FEHFE-FH) BT HEHF
H]- NS My -1-E)-F @b - KB 138 it - FIAA
oz B E B 48 (K -F K -4-fEEE 3- (4-MIIE-1-F H
BH-FE) BTEFE) CHRFHEBEREM -

Rt=3.66 4 $% HPLC ¥ B:; TFA H 100 MHz '°C
NMR ( CD;0D) & 161.6 (q+ J ( C-F)= 35.3Hz » TFA) >

159.0 » 152.4 > 147.3 > 140.6 > 130.5 » 128.7 » 127.2 >

-161 -



200529806

(159)

117.8 > 116.8 ( q » J ( C-F) = 291.6Hz » TFA) » 106.9 -
98.1 » 61.4 » 57.7 » 53.5 » 51.4 » 41.5 » 35.7 » 32.2 »
26.6» 22.6 ; LRMS m/z Cr¢ Hys Ns = 5+ B 415.582 ; #

22 LRMS ( M+1) 416.25 -

g #l 201
- E-[3-(4-ME-1-EFE-FHE) BT EH
® Bl-(2-=Z=H8FE-FH) -JF - KEH 138 2@k - A A
EHEZBEMED 48 (K- F-4-BEBK 3- (4-WMEE-1-F
RE-XE) BRTEFE) P FEMBERE MW -
Rt=3.73 554 HPLC KA % C:; LRMS m/z Cys Hj; F3

N, ZitEfE 416.528; #H &€ LRMS (M+1) 417.20 -

g # 202
-3-(3-B&H E-FHE) -6-[3- (4-MEgEnmE-1-FF & -
) -8B T HE B E 1-5,6,7,8-14 & -4H-1,2,3a,6- U & 5 -

®
3

B oo REM 138 2t - MA@ cHME 48 (K -HF
H-4-BEBE 3-(4-ME-1-ERER-FHE) BT EHE)

Z BB OOK hEBR RS R B fE -
Rt=3.64 9908 HPLC H % C:; LRMS m/z C,9 H37 N5

O Z it EE 471.645; H L E LRMS (M+1) 472.28 -

"' 203
- E-FZE-[3- (4-MgoE-1-F B & -FK

i
T

- 162 -



200529806

(160)
T EHRE]-KE - KB 138 2 FIEESEZEMNE F
48 (- F-4-BEF 3-(4-MIE-1-EFE-XHE) - BT

EHE) CH FXBEBEREMH -

Rt=3.51 4 4 HPLC K 3% B: TFA B 125 MHz '’C
NMR ( CD3;0D) & 161.6 (q>» J ( C-F)= 35.3Hz > TFA) >
147.3 » 136.3 » 130.5 > 128.9 > 128.7 > 128.6 » 127.2 >
127.1 > 116.8 ( q > J ( C-F) = 291.6Hz » TFA) » 60.7 >
57.7 > 57.5 > 53.5 > 39.6 > 35.6 > 32.1 » 31.9 » 30.1 »
26.9 » 22.6 ; LRMS m/z Cas Hss No 362.558 ; # % f#

LRMS ( M+1) 363.24 -

Bl 204
J-3-{ME g -2-% B B -[3- (4-0 g g -1-F B & - X
) BRTERFRE]I-BE}-W-1-FB - KEH 138 2 -
MAEa@EZBMEG 48 (L-F F-4-EB 3- (4-0 0% E -
® 1-EFE-XHE) BTEFE) P XEBERYMF -
Rt=3.59 44 HPLC /5 % B: TFA E 125 MHz '°C
NMR ( CD;0D) & 161.6 ( q > J ( C-F)= 35.3Hz » TFA) >
150.5 > 149.5 > 147.3 > 138.0 » 130.3 » 128.7 » 127.2 >
124.2 > 123.7 > 1 16.8 (q-» J ( C-F)=291.6Hz » TFA) >
59.8 > 59.1 > 57.7 > 57.1 » 54.3 » 53.5 > 35.6 > 31.8 »

30.8 26.9> 25.75 22.6; LRMS m/z C,s H3s N3 O 2 &1 &

fE 393.571; B & fEH LRMS ( M+1) 394.25 -
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B # 205

B-% -t onE -2-3 B R -[3- (40 ooE -1-F B OE -SR
E) - BETERE]-K - KREH 138 Z#al > MAHEGHELZ
BB 48 (K- K -4-EF 3- (4-MgE-1-F B E-X
E) - BTEYE) CRFFHBRERRME -

Rt=3.60 4 4 HPLC J 3% B; LRMS m/z Cys His Ny

Z it E{H 426.605; # 2= {H LRMS ( M+1) 427.27 -

g f#l 206

R -%-F (3-&-F &) -[3- (4-BmgE-1-%FHE-F
ZE) BTEHFE]-K -KEH 138 2l > FIFEELZ
e M E A 48 (R-F K -4-FE B 3- (4-ME Mg -1-F F & -F
) RTERRB) R XHEBREREM -

Rt=3.87 438 HPLC J i B: LRMS m/z Czo H3q4 Cy2

N, Z:+EHE 492.00; B 8 fE LRMS ( M+1) 493.16 -

g B 207

-BRAHE-[3- (4-MEmgmE-1-EHRE-FE) - BT EH
Z1-(1,3,5-=ZF & -1TH-ME M -4-F F E ) -fg - (RE Il 138
Zia o MAEG#ECEME R 48 (R-F K -4-BE B 3- (4-
mewg e -1-H H E-FHE) - BT EFE) B FEBRKRE KR
fig -

Rt=3.62 424 HPLC J# 7% B: LRMS m/z C,¢ Hi3s Ny

Z T E{E 406.614; B 2 {E LRMS (M+1) 407.29 -
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g # 208

B -FR B -Mp wE -4-F R -[3- (4-TE g mE-1-F F &K
H)) BTERE]-IE -KEH 138 x#HA - FIAEHELZ
A BB 48 (R-F F-4-BEB 3- (4-BEguE-1-&F B & -F
H) BT EHFE) CF XBBKEKH-

Rt=3.49 /3 88 HPLC H i C:; LRMS m/z Cy3; Hj; N3

P ZEPHEE 349.519; B E M LRMS (M+1) 350.25«

g4 209

R-3-(3,4-Z F -FE ) -6-[3- (4-0 Mg g -1-F F K -
K H) -B T E F HEI]-5,6,7,8-79 & -4H-1,2,3a,6- 10 & % -
B RE P 138 2l - FIHEEBZIKEMNME R 48 ( X -H
K-4-mEER 3- (4-MEMEUE-1-BE R E-EE) -RT EFE)
A T N
[ ) Rt=3.67 428 HPLC K % C; LRMS m/z C,g Hisz F;

Ns it EE 477.6; B 2 LRMS (M+1) 478.23 -

hEEE 4-—REF B

B A

(33-ZH&AEZ-BTHE) MWW wE-1-F-FEE - &l
o (951 @A > 115 BEREEH) MAEZE (200 27 )
TE O 33-“HEE-RT ABKR-FEU. Org. Chem. 1988

53> 3841 and J.Org. Chem. 1996 61> 2174) (1.0 % >
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5.7 ZEF) MBREBE®RT AMABRMALHE ( (0.53 %>
29 ZEEFH) - BREWHE 60C (WMB ) B 18 /JNEE -
18 NEE# > MAE Mo MHKE (1.9 EF » 23 2 X
H) MEks (0.8 7 43 ZEHEH) - BREWHE 80T
(&) fo#E 48 /NEF - TLC f1 MS ST iEHE KW ELC
TR AR BREWHAE=EER - L NaHCO; 8 M1 E K
MEEYMERED BU_SFEEBEZ - BAERESH I
o KMERBEMBSE LR BEAKERIETERE A
BEBRECEND TRMBEZ - FIH 40M B R FEKE - U
TO%EtOAc/H X iR » URKRBNEREHEAB ST B LY
B  KWESEYWZIYH  EREZENTRME U
EEEZEELEY (1.0 T > 86%EE ) » LB —&EG
H oo
Rf=0.25 ( 30% HE 2/ EtOAc); 400 MHz 'H NMR
( CDCl;) 83.40 (dd> J=6.6> 7.1Hz > 2H) » 3.30(dd » J
® = 6.6 > 7.1Hz » 2H) » 3.12(s » 3H) - 3.08(s > 3H) -
2.83(dddd » J=8.7 > 8.7 8.7 87Hz » 1H) » 2.40-2.26
(m:> 4H) > 1.87 ( dddd > J=7.1> 7.1 7.1 7.1 Hz
2H) » 1.78 ( dddd > J=6.6 6.6 » 6.6 » 6.6Hz » 2H) : 125
MHz '’C NMR ( CDCl; ) §172.2 > 99.8 » 48.9 » 48.6 »
46.2 » 46.1 » 34.9 > 29.0 » 26.3 * 24.4 ; C;; H;y N O;
213.275 GC/MS 213 » BB = 3.42 £ 4 ( # 1t #8 © HP-
1> & W » 3B ¢ 12 Kx 0.202 2 %k x 0.33 k& ER

M : -60 C £ 325 C> B HEKR=30C/H#E &K TE
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0.4 7 §&) -

TR S-—kEF B

2 B B:

1-[ (33-ZTH&AE-FTHE) FEI-LKRIIE - & a1/
mECHE®R (1227 > 12 2EF > IM THF) B & #t1 0 A
f£ THF (50 Z 7 ) fz (33-ZT HEHEF-RT E) -IK

® mE-1-% -BF | (HE 4> —&EF B K A) (1.7
w80 BRE) MEBHREBERST - 30 @K K
15%NaOH : /K — @@t mMmAHES > UBXEYER® (&
% &8 & ( Feiser & Feiser) k) - FIH K HER I} MWHE
KBREEMEAWERE  LDEBRIEFBEAERER - KE R
BEBRECRB D TRB LLEELAEELEY (1.6 = E
BEEE)  HE-—EEeaWHm HVETEERERHE > 1TF#
— F #ifk -

® 400 MHz 'H NMR ( CDCl;) 83.07 (s 3H) » 3.03

(s> 3H)» 2.45-2.35 (m » 6H) » 2.29-2.22 ( m » 2H) -

2.17 (dddd» J=7.1» 7.1 7.1 7.1 Hz~» 1H) » 1.72-1.64

(m>» 6H); 100 MHz '*C NMR ( CDCl3;) 6 100.9 > 63.0 >

54.6 » 48.6 » 48.3 » 36.9 » 24.7 » 23.5: C;; H;; N 0,

199.292 ; GC/MS 199 > H F R E =2.05 4 8 ( # &£ 4

HP-1 - BEFOBURY » ERBH @ 12 %k x 0.202 ZE Kk x 0.33 f#f %.

MERS © -60 CE 325 C» FIHHEK =30 ClpE-  &H

-

- 167 -



200529806

(165)

F R e-—TERF B
T B C:
3-MEmEnE-1-ERE-BTHR  #BH-FEABR -—KEYD
(1.5 % >80 ZXEEH ) MAE 3:1 WHE /K (100 £
FFO A I-[(33-ZH&EE-BTE) BE]-MKIE (F
M 5> —®EF B ZBK B) WHBERKRP - KX ER
o BWE 65CmM#EH 1 /K - TLC A1 GS/MS 43 17 5 5 ! &£ 1A
VMEEx22HE BREYHAEZER BEBREIERL
TEBRABE D8R RmBMELEZCREAY LU
NaHCO; /KB W H ¥ < » L 3 1 CHCl; : B N B2 B [ % H
Kig - REHBEBREBEMRBRSE Lzk  Ba&aKHERK}
ETRBE AZREREBEZIBIDTREZ  DELEBEELS
) (0.94 3w T6%EE) c BB —ERGH - HYWETE
BERHE - TFE-FML-
® 400 MHz 'H NMR ( CDCl3) 83.19-3.10 ( m » 2H) -
2.85-2.77 (m » 2H) » 2.74 ( d » 2H) > 2.66-2.56 ( m -
SH) > 1.90-1.77 ( m > 4H); 100 MHz '*C NMR ( CD;0D)
§207.9 » 61.4 > 54.0 » 51.2 > 29.8 » 23.0; Cy H;5 N O
153.223 GC/MS 153> M {F KR =1.60 45 % (# 1L 4 : HP-

1> B FIB R - 2 BE @ 12 kK x 0.202 %= K x 0.33 # K. & B

i

R &l : -60 C E 325 C> @y K =30 Cl o @E - & B L

= 0.4 3 ) -
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e 7T (—#H%ERF B)

& B C

3-ANEMmE-1-EFE-BETH KANREMBPIHEBE 6
(—%ERF B #BK A-C) Wit » 7 EBEZEBEYE
KB e

Rf=0.30 ( 10% MeOH/CH,Cl, » 0.1% NH,OH) ; 500
MHz 'H NMR ( CDCl;) 83.14-3.04 (m > 2H) > 2.76-2.66

® (m>» 2H) » 2.62-2.51 ( m > 1H)» 2.50-2.44 ( m » 2H) -

2.43-2.28 ( m > 4H) > 1.58-1.48 ( m > 4H) > 1.44-1.34
(m> > 2H): 100 MHz '*C NMR ( CDCl;) & 208.4> 65.0 >
54.9, 52.2 > 26.1 > 24.55> 21.9; C;p Hij7 N O 167.25;
CC/MS 167 B HZH R =1.57 448 (C# 14 : HP-1 > B
MR » BB ¢ 12 Kk x 0.202 F K x 0.33 #f % 1% & R & -
-60 C E 325 C RPFHEEKX =30 C/o38#E  BHIIEE=1.0

) e

' 210-— % EF B

2 B D

3-ME Mg mE -1-F R OE-1- (4-MEgE-1-E R E-FKE) -
RTE -BE-TE#E (1.6 27 > 3.93 2XEEH » 2.5M &
Bt ) 2B W mA-78C (ZEWE/CO2) » £ THF (13 £
Fo) o o8 1- ( 4- ]|/ - F K ) - W W OIE
(Lednicer,Daniel;Lyster,Stanley C.;Duncan,Gordon

W.Mammalian antifertility agents. IV. Basic 3,4-
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dihydronaphthalenes and 1,2,3,4-tetrahydro-I-naphthols.
Journal of Medicinal Chemistry(1967),10(1),78-84,J. Org.
Chem;EN;46;17;1981;3571-3574) ( 0.71 o > 2.96 = =
) WBHRBERS - 15 &% BHED (-78C) & 3-M
BoE-1-ERE-BTEREROBR (FH®E 6 —®KEF B
A B C) (0.2 % 1.3 Z2XH 7% 3 Z2FfF THF ) B F
Bmm MM ARKF - F TLC o HELEEMECT 2 A&

o %’ > A NH4Cl CEHFMEBRBEREMRS - A& B K
EMBEEZEZER LU _EKBELEHFEZ - BITEESBH - X
TR RERERNKE - KEHBOEHEEZE - DL O3
(CHCl; : RARE) EWAB IHEHOEHRELEWRR
LR PFEAEBREIETERE ARTEREZIED
TEMBZ MNZB/CHEBHREYWEBG LML o LE & E
iAW (024 ZE5m > S8%EE) @ LB —EEGHBE -
HRE:KREBYWZIREY -

® Rf=0.22 (20 % MeOH/CH,Cl, w/ 0.1 % NH4OH) ;
E @ KR BR#EY > B #%E 400 MHz 'H NMR ( CD3;0D) §
7.58 (d-» J=7.9 Hz) > 3.30-4.10 ( m) > 2.37-2.25 ( m) °
2.01-1.91 (m) ; JE : KR 2E#%Y > B #H % 100 MHz '’C
NMR ( CD;0D) & 146.8 » 132.7 » 130.0 > 125.7 > 60.6 >

58.4 41.9; LRMS m/z C,9 H390 N, O ZE‘I'E{[E 314.47 ; #

2Z{HE LRMS ( M+1) 315.2 ¢

' A 211
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1- (4-RgWbg-1-F FE-FE) -3-MgE-1-%FH
E-BTE -KEHM 210 ik - FIEHEZCEBYE >
3-mpruE-1-EFE-BRTHE (FHE®E 60 —#EF B &
B C) f PF-549393-00 : 1- ( 4-& -F & ) - KX & W E
( Maier,Roland;Woitun,Eberhard;Mueller,Peter Hurnaus,
Rudolf;Mark,Michael;Eisele,Bernhard;Budzinski,Ralph-
Michael. Preparation of N-acylphenylcyclohexylamines as
‘ cholesterol biosynthesis inhibitors. Ger. Offen.(1996))
& B -
Rf=0.15( 40% MeOH/CH;Cl, w/ 0.1% NH4OH ; J& :
R E Y > B #M% 500 MHz 'H NMR ( CDCl3) & 7.42
(d>» J=6.2 Hz)>» 4.10 ( bs) > 3.42 (s)>» 2.8-2.33 ( m) ;
E @ K BE#Y > B #%E 125 MHz '°C NMR ( CDCl;) 6
145.1 » 137.3 » 129.5 » 125.1 » 124.8 » 73.4 > 63.7 >
62.8: 62.2 42.5> 41.6 > 26.1 > 24.5> 23.7 > 23.5 LRMS
‘ m/z C,;; Hi, N2 O Z 5T E E 328.497 ; B & {8 LRMS

( M+1) 329.4 -

' A 212

1-(4-FEFE-FHE) -3-HWHEmE-1-EFRE-RTE -
WEH 210 st > FIAEEZEBRYE > 3-B W 0E-1-
ERFE-BRTH (PHEE 6 —EF B ¥R C) X&
fis

Rf=0.15 ( 25 % MeOH/CH,Cl, w/ 0.1% NH4OH)
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E @ K BHY > B #MZ% > 500Mz 'H NMR ( CDCl;) §7.47
(d> J=28.3 Hz) > 2.65-2.63 (m)> 2.50 (d> J=5.4 Hz) "
2.40-2.37 (m) : JE : K E#Y > HH/ZE 125 MHz '’C
NMR ( CDCl; ) 8146.5 > 138.5 > 137.0 » 128.6 » 127.9 »
125.6 » 125.3 » 72.6 » 72.1 > 72.0 > 62.8 > 54.7 » 43.0 »
25.6 > 23.6 5 LRMS m/z Cy3 Hyg N O, Z 5+ B {8 351.4871 ;

H R ME LRMS (M+1) 352.2-

' A 213
4- (1-BRE-3-MWBIE-1-EFE-BTE) -¥F - KE
Bl 210 2 #ft » Il @ BBEYWE » 3-M 1% 0E-1-F H
E-BTHR (M6 —KERF B B C) fl 4-RF
KB -
Rf=0.12 ( 25 % MeOH/CH,Cl, w/ 0.1% NH4OH) ;
g - KR BERY > F &% 500Mz 'H NMR ( CDCl;) 87.63-
® 7.69 ((bs) > 4.76 ( bs) > 3.42 (s) > 2.74-2.68 ( m) » 2.66-
2.61 (m) > 2.33-2.26 (m) > 1.80-1.74 (m): I : X & #
¥ o %% % % 125 MHz '}C NMR ( CDCl; ) 8152.1 >
132.3 > 126.0 > 119.2» 110.7 > 73.5 > 61.5> 55.9 » 54.6 -
50.8 > 42.55> 27.0> 23.8> 23.5; LRMS m/z C,4 H,O N, O

ZEFEfE 256.347 K fE LRMS ( M+1) 257.2 -

g H 214

I- (4-0% Ik -4-F B OB -KHE ) -3- N @ Mg -1-F H & -

172 -



200529806

(170)

HTE - -KREH 210t » FIHEEZCREBBEYWE > 3-K
SmtE-1-EHE-BRTHE (FHEEB 7) M 4-(4-8FHE)
ME Ik ( Bioorg.Med.Chem.Lett.EN:12;20;2002;2987-2992)
KB g e

Rf=0.22 ( 10% MeOH/CH,Cl, w/ NH,OH: B& W >
E @ = E Y » ¥ #M % 400 MHz 'H NMR ( CDCIl3)
§7.26-7.19 (m) > 4.38 (s) and 3.37(s): B& W E : K
B YW B M#ZE 100 MHz '’C NMR ( CDCl;) §146.7 »
145.7 > 129.3 > 125.4 > 124.9> 67.0 > 65.8 > 55.5° 54.6 ;
LRMS m/z C,; Hi, Ny, O, Z 5 B 344.496 ; 8 & @

LRMS ( M+1) 345.5 -

' pl 215

3-0% W -4-F B OB -1- (4-U5 W -4-FH B B - K ) -] T

fily

BE - IKEB 210 ik » A ZEBLYE - 3-15 W -
.4-%@%-%Tﬁlﬁ]%ﬂ4—(4-?;%%“§)'1%"M

Bioorg.Med.Chem.Lett.EN;12;20;2002;2987-2992 ) 2k &I

N\

fri e

Rf=0.24(10%MeOH/CH,Cl, w/ 0.1% NH,OH) ; Ji&
R E#Y > B %% 500Mz 'H NMR ( CDCl3) 67.46-7.43
(m)» 7.31-7.25(m) > 3.73-3.67 (m) > 3.44 (s) 2.48-
2.37 (m) s B : RE#Y B #MZ%E - '"C NMR 125 MHz
( CDCly; ) 8145.1 » 129.6 » 125.3 > 73.6 » 67.1 » 53.7 ;

LRMS m/z Cyp Hsp N2 O3 ZEF B fE 346.468 : # & H

-173 -



200529806

(171)

LRMS ( M+1) 347.4 -

g M 216

l-(4-“ HEHFE-FE) 3-WWIE-1-EFRE-]RT
B - REH 210 xRt - FIR B EBYWE - 3-0 1§
E-1-ERE-BTHRH (FHE®E 60 —H%EF B & C)
1 (4-B¥HE ) - HE-B& (J.Amer.Chem.Soc;EN;105;

® 13;1983;4135-4142) 2K 84 i -

Rf=0.1 ( 30% MeOH/CH,Cl, w/ 0.1 % NH,OH) ; Ji§ :
R B o ¥ % 400 MHz 'H NMR ( CD;0D) & 7.53
TEREMBEY (d-J=83 Hz)> 7.31 TEHEEY (d> J=
8.3 Hz) » 2.23 (s)» 2.21 (s); LRMS m/z C15 Hys N, O &

i HE fE 288.432; B & {fE LRMS ( M+1) 289.4 -

' 217
® 3- (4-MEIE -2-F -G W u-1-FE B E) -1- (4-1 1%
WE -1-FE B E-FE) -BTE  -KEH 2102#H® - FIHE
o Y E kB

Rf= 0.3 (20 % MeOH/CH,Cl, w/ 0.1% NH,OH) ; Ji§ :
R B - % % 400 Mz 'H NMR ( CDCI;) & 8.13
(d-» J=4.6 Hz)>» 7.35(d» J=7.9 Hz)> 7.22-7.14 ( m) >
6.34 (dd> J=4.1> 4.1 Hz)>» 4.16 ( bs) > 3.67-3.65 ( m)
3.7 FEREBY (s)> 3.45 REEBEY (s)> 2.63-2.59

(m)>» 2.37-2.32 (m) 1.63-1.62 (m): JE : K EEYW %
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B = 100 MHz '3C NMR ( CDCl; ) & 157.9 » 145.3 »
136.9 » 129.3 » 124.9 > 110.1 » 65.0 » 54.0 » 43.5 >
23.3 7 LRMS m/z Cy4 H3zs Ns O Z 5+ E fEH 407.559 iz 3

f@8 LRMS ( M+1) 408.3 -

" 218-—kEF B
® 1-[4- (3-MEog g -1-F B E-|RT & ) -7F F -0 W W -

EBEE (031 3.2 EEH) MAE 1.2-Z & Z
(3.2 27 ) & 3-MEMWmE-1-F B E-1- (4-KE-1-F
BE-FXHE) -BTE (6 2100 —%ERF B 2B D)
MBBPBERST R BREWHE 65C (HM®) m#H 30
S#E - BRREVHAEZER  UTEBEWMEBMRS - £HHE
BRHPMA S ZEFFHFE -~ 10%Pd/C (100 23 ) » B L H;
R OFE M D B E 45psic 30 > EK DL N WHENXEY
o KArFREYEERABEZRRE  LEBREZIEIDTIR
fig o MJH 15 % I1SCO B i »r EWB ECHAEREYME -
LU 20%-45%H B /Z— & B k£ fn 0.1%NH,OH Z # & ¥t & &
DB EZEEREBS>MBLEYWEMLKL BESEVZ D
Mt  DUEARYE -FEBRECEELEY (0.97
=2 %)

HE O B=ZZEWKE (5.6 27 > 350 2EF) MA
f£ TFA (5.4 27 > 70,1 EXEEH ) 2 3-UKE-1-K H

H-1-(4-mwmE-1-ERE-XE) -BETE (EH 8 —K
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BEF B #BE D) (1.1% " 3.5Z2ZKEH) NBHRBERS -
KAk BREWE 75C (HB) MB 14 hE - Kk K
KNEYW@mAMEER WEBRMEZED TEREMRE £ =& F K
IR E > I Ll NaHCO; /¥ ~Z - L 3: 1 (CHCls: B
AE) BmERKE - KEHIEREERMKSE LB
BEAKERIETEE  ARARBREBREZCB I TRMEZ
FI A 40M F R FEME > LI 10%-20%F B/ = & B % M

® 0.3%NH,.,OH M EHXREZ  URBHEZELARB S TK
EmEBEMHEL WESEVZISIRLEBEZ  UELERE-
TFA B BREELEY (324 2% > 18%EE ) -  HCI &
wWW (2 E& > 2M THF) M A7 EtOAc F Z It HE F -
HMELACERBHY —BR BHEEKHBERIETHBE
KEE®R ABRTETREZBIDTEZRZ  LEALES % -HCI
B HREBYCESYHNEELEY -

Rf= 0.3 (30 % MeOH/CH,Cl; w/ 0.1% NH,OH) ; J§& :
® R B#Y > TFA B > B # % > 400 Mz 'H NMR ( CDCl;)
& 7.40-7.11 (m) -+ 4.15 (s)» 4.14 (s) 3.56-3.36 ( m) >
3.26 (d» J=17.8 Hz)» 3.08 (d» J=17.05 Hz): I : R B
# % » TFA H > ¥ # % 100 MHz '°C NMR ( CDCl3) §
146.7 » 130.6 » 128.1 > 127.5 » 127.3 » 60.3 » 57.9 -
53.8+ 52.9 36.0> 34.7> 32.4; LRMS m/z C,9 H3g N, %

T EE 298.471 > B & {E LRMS (M+1) 299.4 -

g 219
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4-[4- (3-NEMBE-1-F P E-BTHE) -FH]-05H -
EH 218 ( —MBF A FHB E) Tt FlAEH
214 > 1- (4-UB W -4-5 BB -ZF B ) -3-5 G Mg -1-5 P O -
BTECISEOEHRYE R EHF -

Rf=0.23 (10% MeOH/CH,Cl, w/ 0.1% NH4;OH); HCI
B REeEW B RE#EYW > MM ZE 400 MHz 'H NMR
(CD30D) 6 7.60 (d» J=8.3 Hz)>» 7.43 (d~>» J=7.9Hz)
— % » 7.52 (d>» J=8.3 Hz):» 7.37 (d>» J=8.4 Hz) > 4.36
( s)» 4.35 ( s) s LRMS m/z C,, Hs, N, O 2 5 & {#

328.497 ; i fE LRMS ( M+1) 329.5-

gl 220

1-[4- (3-MEmgmE-1-EHFE-BTHE) -FHEI-A&M
E - IREBG 218 (—MEF A FBK E) x> FIHEE
Bl 211 1- (4-RNGEME-1-BEHFE-FHE) -3-HEwE-1-%
® FE-BTECHENEHRY B KREK -

Rf= 0.3 (30 % MeOH/CH,Cl, w/ 0.1% NH,OH) ; Ji§ :
R E#Y > TFA H > ¥ # % > 400 Mz 'H NMR ( CDCl;)
67.20 T E R MY (d-J=7.9 Hz)  7.13 REE B Y
(d-> 83 Hz)» 7.06 ¥ ERKEY (d-» J=7.9 Hz) > 3.78
(s)» 3.76 (s)» 2.52-2.49 (m) > 1.97-1.94 ( m) > 1.83-
1.75 (m) 5 I : R EZ Y » TFA H > B &M% > 100 Mz '°C
NMR ( CDCls; ) & 145.3 > 130.7 » 126.8 » 61.8 » 53.9 >

36.1 > 23.4; LRMS m/z C,; Hj3, N; Z%"ﬁ{@ 312.498 E’E
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ZfE LRMS ( M+1) 313.4 -

g6 221

TR E-[4-(3-M g -1-ERE-RBRTHE) -FE]-
e - IREBF 218 (—KREF A FBR E) ol AIHEAE
Bl 216 1- (4-Z AP B HE-FHE) -3-H g E-1-F F £ -
BRTEBZEHENEHY E RKHKF -

Rf=0.15 ( 30 % MeOH/CH,;Cl, w/ 0.1% NH,OH) ;
g K 2 # % > TFA B - % # % > 400 Mz 'H NMR
(CDCl3) 87.20 X ER#EY (dJ=9.5Hz) 3.47T REE
Y (s)3.46 FTEEBEBY (s)> 3.30-3.28 (m)> 2.83-
2.80 (m) » 2.56-2.53 (m) > 2.24 REEHEY (s) 2.23
ETEEME® (s): LRMS m/z C;y Hyy N, XZ i H fE

272.433 ; B LRMS (M+1) 273.4 -

. g A 222

4- (3-MEmg g -1-FEHE-BBTHE) -FF - IKEH 218
(—®EF A FBR E) Z#dt > FIFE®H 213> 4- (1-
RE-S-MIE-1-EFE-BTE) ¥HBEZAEANEBLDY
B ook B fE -

Rf=0.22 (10 % MeOH/CH,Cl, w/ 0.1 % NH4OH) ;
g @ K B #Y > B #%E > 500Mz '"H NMR ( CDCl;) 87.53
(d>J=6.6 Hz) > 7.51 (d>» J=8.3 Hz)>» 7.29 (d~ J= 8.3

Hz)» 7.22 (d > J=8.3 Hz)>» 3.58 (dddd > J=7.9> 7.9 >
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7.9 7.9 Hz) > 3.43-3.36 (m) > 2.60-2.48 (m)> 2.80-1.76
(m); B : KR 2E#EY > B H =2 125 MHz '*C NMR
( CDCl;) 8151.4> 132.5 132.3> 127.4> 119.4> 109.7 »
62.8 62.0> 54.7 > 36.6 > 35.2 > 33.0> 23.6; LRMS m/z
Cis H;O N, Z 5+ B {f 240.348 # 2 ff LRMS ( M+1)

241.3 -

B 223-— K EF B:

4- (3-MEmgEuE-1-ERE-BTE) -N-BE-FK - &
NaHCOs3; ( 58 Z 3% » 0.62 ZEEH ) MALZEHFE (1.5
O 2B 222 (4-(3-WHEE-1-EFE-BT E) -
FTHRD (150 2w » 0.62 EXEH ) WEBEBBARY > B A
REKIG&E&LY (434 2w > 0.62 EEH) - BREY
£ 70C B —%8 % -TLCH MSHMBEHEBYWELDR
’ THE BREVSAEEER ABREWEZE LT RE
oo MAK - DUREHR—HERBKE®R - BEBRK > &£ F B R
MEE  UERBEZENDTEEZ  UELAEELEY
(50 23 " 29%EE8) - WYWEBETEEFEALIRTE —F M
& -

Rf=10.22 ( 15 % MeOH/CH,Cl, w/. 0.1% NH4OH) ;
g @ K EY - B # % > 400 Mz '"H NMR ( CD3;0D) 3§
7.60-7.52 ( m) » 7.30-7.15 ( m) » 3.58-3.41 ( m) > 2.64

(bs)> 1.83 (bs): JE: KR E®Y » H#H%2% 100 MHz '3C
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NMR. ( CD30OD ) 8154.2 > 126.3 > 62.2 > 22.9; LRMS m/z
Cis Hys N3 O ZGFHHE 273.378; B ZEfE LRMS (M+1)

274.3 -

B Al 224-— 2 F B
Z B G
S-FE-3-[4- (3-ME s mE-1-EFE-BTE) -FXHE]-
) [1,2,4]05 Z M - % BE BR BT ( 200 $87F » 2.1 ZEEH ) WA
£ OlL2-Z&Zk (1 B2F) RZEB 223 4- (3-If 1§ 0E -
1-ZE R E-BTE) -N-BE-FK (89 2 » 033 EE
BE)WMBRERF K& KEEWEEHR (HWH > 100
T)MHEH 2.5 IR BKREVYSAEEZR  BERE
ZRBNDTRMEEMAELZ - EWEZHMALEFNA 10 X
ISCO B » Ll 2%-5S%EHE/ & F M 0.2%NH,0H = #
BHE KONEXERXTEBESIMKRTR  WESEDZD
® BRIELBMEZ  LELEBEBYCESYHNEBEELEY (45
2L 46%EY ) - 7 EtOAc R I W B M - It 0 A HCI
wHw (1 EE > 2M- 7 Et,0 1) - DI®E HCI E > 7l A
MuBEE—BRE®R TZERECBIDTEZHREZ  LE4LE —
iFmaEs -
Rf=10.3 (10 % MeOH/CH,Cl, w/ 0.1% NH,OH) : J§ :
R EKY > B #%E o 500Mz 'H NMR ( CDCl;) 83.61-3.57
(m)> 3.45-3.39 (m): JHE : REBY  ®HHBE 125 Mz

'3C NMR ( CDCl;) 6 176.6 » 168.5 » 127.6 » 127.5 >
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54.6 > 36.6> 354> 33.2>31.0>23.6: LRMS m/z C;s Has

N3 O 2 =+ & {# 297.4; B & {fE LRMS (M+1) 298.2

"' B 225
4- (3-mEg g -1-BERFE-BTE) -FIK - & H &
(1.3 Z2F 195 EEH) MAEER 20 EFZHFEM
ZErwER 213, (4-(1-BE-3-MKE-1-EHE-1-
o BT E) -F¥K) (500 2% 1.9 BEEH) WNBHBR
e U N HHERERBRX > KRR M H G KEMRMEE
45psi- 1 R Ll N BEREREGY  BHEXREDE
HEABERBR  UTEBREBIBITRE KREVWEX
} =
o) oo mEla o A N EHRERBER > A M HHBK
FE #i N BR E 45psi> B AE SOC B - 2 /NEF & > LU N2 iE 7k
REEREEY BHEXEYEREXABERSRE  LTEREZ
o BED T RHME > AEAFMA MW - 7£ F B p 2 Btk > 360

AE# NaOH (780 2% » 19.5 Z2EH) - BREGWERP

@R 2B (20 27 ) % > HMM A 10%Pd/C (125

—BE - -ARER - EBER LKEREME - £BFEHIN
EVEBMERBBRZIES > HMA HClL ¥ (2N 4£ Et,0
1) R&EE HCI B - WEER LAEBREZEDTZR
Z o LMEZMABRFAE 40 5 ISCO B > L 10%-40%
R/ Z S BEm 0.2%NH,OH Z ¥ E kR - K H e kEE
CHAEEMHBBEIRNERETR  BESZEVWZI D EILRME

o HUEAREGCERBNEELEY (350 Z2x > 7T4%E
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¥ ) - DL HCl & ¥ (2N 7f£ Et,O § ) R #H £ EtOAc 1 Z
BELEYRUEEFZELSY Z HCI

Rf=0.12 ( 40 % MeOH/CH,Cl, w/ 0.1% NH,OH) ;
E : K R > B #M =% 400 Mz '"H NMR ( CD;0D) 87.43
(d>»J=8.3Hz)> 7.37 R EE YW (d> IJ=7.9 Hz) > 7.32
FTEERBEY (d- 83 Hz) 4.11(s) > T EEBEY 4.10
(s)»2.08 (bs)»2.01-1.93(m); Il : R EBY BHE=E
Py 100 MHz '3C NMR ( CD;0D ) &145.9 » 131.2 > 129.2 >

127.0 > 59.6 - 48.6 » 43.0 » 38.5» 22.8 ; LRMS m/z Cis

H,s No Z 5 E B 244.38; B ZE#E LRMS (M+1) 245.3 -

B fl 226

1-(3-H-BRXE-BRTEHFE) -HKIE - & 5 &K
(370 45 > 5.7 ZE2XH) MAEZE (10 27 ) 7N E
BIo212> (1-(4-F&EFE-FE) -3-BEE-1-FFHE-1-
o RTE) (20025x 0 057 2Z2XEF) WEABBERT > BN
A 10%Pd/C (200 Z3w ) - L N Wt R EH » Rk U
Ho & X FE#L 0 BB £ 45psi- 30 8% > DL No iH s K IER
B o BRNEYERAEABEERE  LHEREZENDTIR
W MERERMENRERIET > BMMA HClI H#® (2N
ELBB) -  HEREEAL THARE HYUWEZM
kR A A 40 3w 1SCO B - Bl 5%-15%F B /= & B # M
0.2%NH,OH Z B E KL KEZBREZIZHNEXEZTCRE
DHRTH BWEIGEVCIBRILRELS  LEAEARE®
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HHBEAEY (100 2% > 7TT%EYW) - BEELEY
BREBEBIEYT > B A HCI W (2N & Z B 4 )
REEEEALAEYWHW HCILE - WEFMELECEARE @ I
WK ZBI TR BRZ -
Rf= 0.5 ( 25 % MeOH/CH,Cl, w/ 0.1% NH4OH) ;
E @ R B2 #Y > 5 M % > 400 Mz 'H NMR ( CD30D )
87.11-7.07 ( m) » 3.41-3.23 (m) > 3.28 (d» J=17.0 Hz) >
‘ 2.69 (s) > 2.67-2.53 (m) > 2.07-2.23 (m); JE : & & ##
¥ > ¥ % % 100 MHz '*C NMR ( CD3;0D ) 8141-8
135.5 > 128.8 > 126.2 > 60.0 » 54.0 > 38.5 > 38.4 36.2 »
34.5 » 28.3 » 22.7 ; LRMS m/z C;s Hy3 N 2Z = B {#

229.365; Bl & LRMS ( M+1) 230.2 -

g H 227

fE-4-[3- (C4-EgmE -1-ZEFE-FE) - BT E]-i €
‘ s ik - KB 138 <l » I G HEZHEME R 48 (-
AR -4-IE B 3- (4-¥mw@E-1-EFE-XE) BT EH
e ) < B F BB ok B -

Rf=0.33 ( 10% MeOH/CH,Cl, w/ 0.1% NH4OH) ; 400
MHz 'H NMR ( CDCl3) 87.24 (d > J= 7.94Hz » 2H) >
7.20(d » J= 7.9Hz > 2H) » 3.57(s » 2H) » 3.5(dddd » J =
8.1 7.9>7.9> 8 1Hz > 1H) > 3.09-3.06 ( m > 2H) > 2.69-
2.61 (m > 4H) » 2.58-2.43 ( m » 5H) > 2.27-2.19 ( m >

2H) » 2.15-2.08 (m~» 2H) » 1.79-1.70 (m > 4H):; 100 MHz
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'3C NMR ( CDCl3) 6145.2 > 136.7» 129.1 > 126.5> 65.2 >
60.6 > 55.3 > 54.3 » 48.1 » 36.4 » 33.6 » 28.1 » 23.6
LRMS m/z Cy9 H3o N2 SZEEfE 330.5: B fE LRMS

APCI ( M+1) m/z 331 -

"l 228
R-6-{4-[3- (4-MtmgmE-1-EFE-FE) BT EFH
o El-Agamu-1-E - - EH 138 2k - FIAEAE
B BEMER 48 (K-BF X -4-FE B 3- (4-ULEIE-1-F F
E-XE) BTEHFE) CFFHERKREKRKSEMF - Rf=0.25
(20% MeOH/CH,Cl, w/ 0.4% NH4OH); 500 MHz 'H NMR
( CDCl;) 88.36 (s> 1H) > 7.54 (dd>» J=2.5> 2.5Hz» 1
H) » 7.22 (d» J= 8.3Hz» 2H) » 7.10 (d > J= 8.3Hz -
2H) > 6.54 (dd - J=0.8Hz> 1 H)> 3.66-3.62 ( m» 4H) -
3.54 (s> 2H) > 3.41-3.32 (m > 1 H) > 2.55-2.41 ( m >
' 13H) > 1.84-1.70 ( m > 6H); 125 MHz '*C NMR ( CDCl3)
§159.5 » 152.9 > 144.4 > 138.9 » 1371 » 1290 » 1263 >
118.9 > 1059 » 96.3 » 65.3 » 60.6 > 54.3 > 53.1 » 44.6 -
36.7 > 35.9> 29.9> 23.6; LRMS m/z Cy¢ H3s Ns Z it &

fE 415.6; Bl & f LRMS APCI ( M+1) m/z 416 -

' Bl 229
BO-1-F B8 BR & -4-[3- (4-MbmgmE-1-FERFE-FHE) R
TERE]- NG -
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W _RREZK (129 #F > 077 ZE2EH ) A&
1.2-Z &8 2% (3 27 ) 8 &EH 111 (K-1-[3- (4-M

g -1-EREE-KE) - BTERE]-ANEMY) (121 F
w038 EXEH)WNBRARFT  BWMAZ-HEERE 4-KE

Mg ( DMAP) (2 Z3x® > 002 ZEXEEH ) - HFiINARBEE

2 (45 A 077 ZEEEH) - A%k BREYWHEE 65
CT-1/H#& BREVDSHANEETR UERIE®RE

) % > Ll IN NaOH R - UEEBM B ENKE » I #&
EHHNEBRBEMRBE LR BREAREREZIEN TR
Bz - Ik EMARRKEES — -HCL B R 58K - I % -

HCl BRRBKMHE - -BEERIBEBREN  LIMA 2 F

B Z HCI (2M THF) RE K - BEE 8 - I DIEKZE
WP o DL 1IN NaOH & th & & B e b - R & - DB R
CEENZ LB - BREILBHEZ WEALAREBGOER

W B &% - Rf=0.55 ( 30% MeOH/CH,Cl, w/ 0.1%

® NH4OH) ; 500 MHz 'H NMR ( CDCl; ) §7.26 (d» J=
7.9Hz » 2H) > 7.17 (d > J=8.3Hz > 2H) » 3.59 (s> 2H) -
3.54 (dddd > J=8.3> 7.9+ 7.9 8.3Hz > 1H) » 3.24-3.20
(m> 4H) > 2.76 (s> 3H)>» 2.62-2.48 (m » 11 H)» 2.32-
2.23(m > 2H) » 2.19-2.11 (m > 2H) > 1.81-1.74 ( m » 4H) ;
125 MHz '*C NMR ( CDCl; ) §145.0 » 136.7 » 128.2 >
126.5 > 64.0 » 60.6 » 54.3 » 52.8 » 46.1 > 36.4 » 34.3 >
33.3 > 28.9> 23.6:; LRMS m/z C,;, H3s N3 O, S Z &t & f@

391.6; #12 f LRMS APCI ( M+1) m/z 392 -
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g #4230
Ro-1-Z T B B -4-[3- (4-MmgmE-1-EHRHE-FXHE) -I®
TERE]- AW - KEH 229 2k FIAAEEZ Z
BEEXEELEZINLEY - Rf=0.29 (10% MeOH/CH,Cl, w/
0.2% NH,OH) ; 500MHz 1H NMR ( CDCl3) & 7.25 (d >
J=8.3Hz » 2H) - 7.16 ( d J=8.3Hz > 2H) - 3.57 (s >
® 2H) - 3.53 ( dddd > J=8.3 > 7.9 7.9 > 8.3Hz) > 3.30-

3.26 (m > 4H) > 2.92 (dd> J=7.5> 7.1Hz» 2H) > 2.60-

-

2.46 (m > 12H) > 2.30-2.21 (m > 2H) > 2.18-2.10 ( m

2H) - 1.80-1.72 (m » 4H) - 1.35(dd > J=7.5> 7.5Hz >

-

3H)  100MHz !3C NMR ( CDCl;) & 145.0 » 136.8
128.1 > 126.5 +» 64.1 > 60.6 > 54.4 > 53.2 » 46.0 » 43.7 »
36.4 33.4> 28.95> 23.6> 8.0; LRMS m/z C,, H3s N3 O, S

Z i B fE 405.6; B fE LRMS APCI ( M+1) m/z 406 -

' Bl 231

Fe-1- C P -2-F# B & ) -4-[3- (4-MEmgmg-1-FF &FE-F
) - BRTEHFE]- A& WY - KEH 229 2 #FHK > FH
FHECENHEEBERXELAZEELEY -

Rf=0.32 ( 10% MeOH/CH,Cl, w/ 0.1% NH,OH) ;
400MHz 'H NMR(CDCl3) 6 7.27(d » 1 = 7.9Hz » 2H) >
7.18(d > J= 8.3Hz » 2H) > 3.60(s > 2H) > 3.55 ( dddd » J=

83> 7.9 7.9> 83Hz> > 1H)> > 3.39-3.34 (m > 4H) > 3.18
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(% > J=7.1 Hz)>» 2.62-2.46 (m > 11 H) > » 2.32-2.23
(m> 2H) > 2.19-2.12 ( m » 2H) » 1.82-1.76 ( m » 4H) >
1.33 (d> J=6.6Hz> 6H): 100 MHz '>C NMR ( CDCl3) &
145.2 > 136.6 » 129.2 > 126.5> 64.2 > 60.5> 54.5 > 53.6 >
53.4 > 46.5 > 36.4> 33.4> 28.9> 23.6 > 17.0; LRMS m/z
Cp3s Hs37 N3 O, S Z s & fH 419.6: # 52 f LRMS APCI

( M+1) m/z 420 -

' pl 232
R-2-F0 & -1-{4-[3- (4-EMmE-1-EHFE-FHE) -RT
ERE]-ANaw-1-FZ})-"N-1-F - _EREZ K (111
A 064 EBEEHE) MMAKE 1,2-Z& Ik (4 BFF) 8
BH 111 3- (4-MpmE-1-ZEHE-FE) - BT EHFHE]-
ANEML ) (100 Ex 0 032 EXEF) WNBHBBERT > &
MmARTHEHSE (50 A > 048 Z2XEH ) - 15 S #EHK > U
® IN NaOH B R EWHE® LU &K FRENZ - & & H#
MEREBEMRMBSE LR HEAKHERIETHRE > R
REBMECE D TREMR KUV EZIHMAECRINA 12 &
ISCO Bt » Dl 4% F E/Z & B K 0.2%NH,OH 7% g » #&
MR ERABIMEAER  WEIEDZ D BILRME
Z o HDEASEAWMBEELSY (118 EX > 9T%E
)
Rf=0.27 (10% MeOH/CH,Cl, w/ 0.2% NH;OH): 500

MHz 'H NMR ( CDCl3) 67.23 (d- J= 8.3Hz:» 2H)» 7.15
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(d>» J=8.3Hz> 2H) > 3.61-3.44 (m - 7TH)> 2.74 ( £ & -
J=7.1 Hz > 1H) > 2.56-2.45 (m» 7H) > 2.42-2.34 ( m »
4H) » 2.28-2.20 ( m » 2H) » 2.17-2.09 ( m » 2H) » 1.79-
1.70 (m > 4H) » 1.08 (d > J=17.1 Hz> 6H); 125 MHz '’C
NMR ( CDCl3) & 175.5> 145.1 > 136.7 » 129.1 > 126.5 »
64.3 » 60.5 > 54.3 > 45.6 > 41.8 > 36.5 » 33.4 > 30.1 »
29.0 > 23.6 » 19.6 ; LRMS m/z Cys4 Hiz; N3 O Z 5t & {E

' 383.6; B & fE LRMS APCI ( M+1) m/z 384 -

g f 233
)R- (18,48 ) -2-9 1 B B -5-[3- ( 4-0k & g -1- & H
E-FXHE) BTEFE]-2-ZTHRMM-ZE[2.2.1]F K - K
BEH 138 2 FIAAECKEMERG 48 ( X -F XK -4-1F
B 3-(4-E-1-EFE-FE) BETEHFERE) X H
® Rf=0.24 ( 10% MeOH/CH,Cl, w/ 0.2% NH4OH): 500
MHz 'H NMR ( CDCl3;) 6 7.21 (d>» J=7.9Hz» 2H) > 7.13
(d> J=8.3Hz> 2H) » 4.21 (bs> 1 H) > 3.56-3.45 ( m >
5H) > 3.15 (dd>» J=2.5Hz> 1H)>» 2.90 (dd > J=2.5Hz 1
H) > 2.82 (s> 3H)>» 2.80-2.65 (m > 3H) > 2.49-2.42 ( m >
4H) » 2.39-2.28 ( m > 1 H)>» 2.25-2.06 ( m » 4H) » 1.86
(d» J=9.0Hz > 1H)>» 1.77-1.68 (m > 4H) > 1.65 (d~» J=
9.9Hz » 1H) : 125 MHz '*C NMR ( CDCl3) & 145.0 >

136.9 > 129.1 > 126.4 > 62.0» 60.6 > 59.5 - 54.3 » 50.9 >
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38.5 36.6 > 36.4 32.9 > 32.7> 30.8 23.6: LRMS m/z
Cy, H3s N3 O, S Z et & fE 403.6; 8 & LRMS APCI

( M+1) m/z 404 -

"B 234
ME -1-{4-[3- C4-WtmgumE-1-ERFE-FE) BT EH
E]-NEaMo-1-F)}-Z28 - REH 100 —REF A F
o B H 2#HG  FIHGEHEZEBEMNEG 47 (JE-F X-4-B R
3-(4-E-1-EFE-FE) BTEHRE) CFFXFER
BE & #® fif - Rf = 0.24 ( 20% MeOH/CH,Cl, w/
0.5%NH,OH) : LRMS m/z Cy; H3; N3 O Z & { 355.5;

# 22 @ LRMS APCI ( M+1) m/z 356 «

g f 235

NE -4-[3- C4-Mt&E g -1-ERFE-XH) -BETHEHFE]-
. mABW - (kEH 100 —ERF A F B H L - F
HMea#EzEMELN 47 (E-F X -4-5E B 3- ( 4-0 18 0E -1-
ERE-FE) BRETEFE) cFEXFEBREREHE -
Rf=0.25 ( 20% MeOH/CH,Cl, w/ 0.5% NH,OH): 400 MHz
'H NMR ( CD;0D) 87.47 (d>» I=7.9Hz> 2H) > 7.36 ( d -
J=7.9Hz) > 4.34 (s> 2H) > 3.75 (d > J=12.0Hz » 2H) >
3.58-3.42 ( m » 3H) » 3.31-3.10 ( m > 8H) » 2.92-2.74
(m> 3H) > 2.68-2.60 ( m » 2H) » 2.22-2.11 ( m » 2H) >

2.05-1.94 ( m > 4H) ; 100 MHz '*C NMR ( CD30D ) §
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146.6 » 130.4 - 128.8 > 127.2 > 62.3 > 57.8 > 54.0> 53.6 >
36.4 > 34.7> 26.4> 24.5> 22.6; LRMS m/z C,¢9 Hi3o N, S
ZETEME 330.5; BZE{E LRMS APCI ( M+1) m/z 331 -
ABEPLCHEHRDABEEAN 1 Z2hEY  KEEZ—
HMESZ LTAAEINEENERY XTFHIZIHERDLTR
AN 1T 2hEYw - HBK H 58 KREEZ —EE
S LARZHNEBENERY AZUZHEHRYLAITREE
[ AT Z2hEY - WEEEHFENMEERE > FEEZ —&E
2T EZNEBEOERY -
ABHZHEERWANMB-RLEEESRLETEZHH
B UEANATERER HEKDITEREEEAROR - O
BN JEREBESE (W@ kAN - RN - BEERA
KRET  HEBEAY) B -BE FT BEBEXRHB
BB HREASRKEHRARKE KRR -
EFHARORKZE TH  HEZEHBRYWITR > W #FH
o BEANRE  DEZEIAEZIBPRHEHBNERNXEBE®
2L REZCHMERAE W EEH W HAEEBWL
ZEAKREBR > RZIBWMWFHIAERNEFTEBEE S x©E
B0 LR BAAIBER > BRSO HER o W
BAlERSE - W®AaHN > B L BEEE M KSR ERKD K
Bty CFERREN C BCBRER - W AEEMBEG - §E R T
HARBR AN A EEE - AR DORZ KBS BT
B BR BEINBREFRECER  HATDNEBREYLZ
AAER  HEBEZBREVREEMAMNUKIHEE A8 2K
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B - EEREMBTEREM Sk WT S b
MHESZAMB S W BERE LB R R -
H sz NECZABEEE: LB m;: WHERA
R FEK-MEE M AW WMMEEE KZ
B RBSEE - RERFNEN-SEF®E - K1
B -

EORREFET ZHARYTBLUE MK SRR

@ MEmmE-

KB P ER R TR KRR R ST R A
X UREHEEBER (BEERT Q28 E &R
A) cAREHZEMY T E MR R (WM R
Hoo NS -HMBEASRT) LEMA—BEA - HEAKRY T
BEBMERAEBRBE TN BEIR - B RABBR K
HEAHEERM W BEH - ZTEBR/KH BB - K
% EMERWE ZEER S TS EE R &L A E 2 R

@ (M FEITAWEEHA) EROHH KL - LT

EHRR S - ARER | ZLEY - BB H A X
RS

AW MR IR SR EBERY - W £ B
FEER W AABHNZIREET M T ENEE
HELY - ARRELRRZEARVEBSSEELE SRR
Boml (M BT HBAREE) MR  ARABRE TR
B 2 4 R 7 AR T DA A BGEE BT BMAN 2 R ME R B B g -

EEMRIRN R ALK SE ERY TR S E LS
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\

REBERCEA BHEEFXEHEWEESZE S P H LML
KR KWUMNAE#EIHEER (U &K _DHEF K =
AP CRKREAIIK S ZHEUECBEXEESFEZLRE)
HERRNBZEEIXEESTLURBEEBEEZEAE
B - fEMEBZREBTH  WREERERHE-BE  RKRREEHE
MNEE DUERABREFCE NMEBZIASXNEESRITITH
BEHRI>CERIBEFHR - £ 0 BBERBEZIHAREA
® BEREFVWBREANEFAIEKNEEEEERRSINEGELZ
BAREE (W :AEXREL) WHREEY - EHED P
LS MEOB 3 B OR N BB AT MR K FE ML E PR -
AEHEKR 1 EZ3X > 28X TG HARER
FREBBFEXROEREKEE — KK AN DUIEFE LT AR
EZRENAZHERYHO TELEBANERSEMCRE TG
H 001 Zx E# 1000 289X 1 thEY -
HEHEKEKR 1 £ 3 X a8 1 LEYWMHERZEK H
o AW EESR EENEE R ARAMERY R &
PRERSEMUBMEFTMHAE 0001 2 X EM 500 2% A 1
k&Y k# 001 BEREM 500 ERZMHEBEME H &5
Bl ookomE RS 4 E R H & EUME B R -
ARERE —RERABAREXHAREREIRRIBREERB
ANDERBEEFTEFZIHNERRBBI" HA "WE AN
20w E 1000 X 1 HEY - —KBEBZHREH

|

EHAEM 100 MEEN 10 ZEXWHEEAN - BH T KEH
Kool 2-3~48 8K BEXRKMR W1 28 3 A

-192 -



200529806

(190)

E @A T 2hEaHNEBEKE H BB SmigHEE

FEEDNEBAN R EABRAAOYERESTEF B E XK

REBZC'ER"AEHEHMH 100 7wE 10,000 12
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Bl - s R EERAERFRNMBEER S8 TKREHEX WO

13-4 8K - BXREK W1 - 2H3BEHE - -F

AT ZhEYHNEBEE H HFRE > W& EZHFEN
® HERBAZTHERYAREERESE AEE2 LA ERXZH
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o~ B B R  HEE > KEBRE®R  ETHE®R  BE
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) AR 001 EE%EMN 99 BEE82% AR EH
REFMFELCHNENE  HEFEREHEBRA P MK
Hy R S EEIRFENEHEINOREKETR
EMHEBRZH 0.1l EE%EN 9.9 FEE82% LWHAERE
mEHETFELCRHENE -

AT ZhEYMMEBEE H BEHAT -ExXDHAK
ik - EoM&lRE > N 1T 2AEWMEBKE H EREA
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- 193 -



200529806

(191)

) “IRE Z@EEHERS -

X I ZhEYRMKEDEESIEE®T— XS
R - EoMBERE XN I Z2hhawHHCETRBE
WHE R TUEMIEF#ZR  REEXBRI_-_EEERS
e —FER N2 PVKREEHNEFEHA (ER 12 /) F K
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EABRHZIHEBRRYM S EFTNEER>ORMHEE T A
HME AW FEHEEARYPIEERSINERTRE NG
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B CBEBRZIEFERLEY  WBEHME RKREERR KX
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® ¥ 001 £ 100 2/ (BE) - NEZEBEEKRHA
BEHERBHB O 1 EHSOZER/AF (BE) » HA L
H-mEfRRkR HoREERERR BT AHEUNZHE
EHABYYIHNBEERABHEBERSSEAEN 001 £/ 10 2
w/AfF (BE) » HAUUE B & &K > o K HEH
BEHRR BT ABEUAZEERABYW T EERMAE &
BREHKH 01 £ 5 2Ex/oof (BE) » HAUHE-—
BlE&RR ol 8@EREXRK-

o aAAX T AEYHMHEBEE H SAKHAHEERZRR
BB EZ2EHKYITLLERAEREZN 1HEEY
ME _BEEERS>ORAE  UE =28 R ERKKR-

AREMNERBEEZIRFERNVBE LA XA & K ERI
RMNEZERF  BFEMERIEFAAORRIBEENRE @ FTHE
ABEREKALEHNELE FERIBERERY - i - X
- RAELAGRBEFRECHENE — SR #E - £F
MERY  BERENABTREENIHEEZNEEANE -
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mMEH S ATEY 0 Z—MANEHZ - i
BCHEBMARBHZZIBEL REGHREBEST
RS DT EHIOAFRZIHEEANHRNIRMEE & 14 -
EE2HEYWARBESEHAES 6 X EREEH 1 £ 3 X
(fm:\HH2XK1RX) BEEXRREK -

&Y E N B E &
® RBTIEFRAEFABRAMLE W E K E A HH &
e H3 ZHEWEEAHMN - BRI ABEBEKI S HERZ
ANELXRBZWEKAE 20 8 EHZ & 2mM MgClL, By % 50mM
Tris HCl (4TC B pH =E 7.4) 94k - Rk > BHERE
45,000G @t [ 10 4 8 - € E H EJF K - A DL A
( Polytron) MU BZE/IDAF B EFNRSE 2mM MgCl, ¥ 1%
50mM Tris HCl1 (4CH pH ¥ 7.4) th > B EBEL - &
R CUHB/IPDABFBEENSE 2mM MgCLL, #) 50mM Tris HCI
® (25CH pH Z 7.4) > HRER 12 EX/ZEF - £
10%DMSO/50Mm Tris # @ W (pH 7.4) v B4 &Y
(B 10x ZHREE > EHKZ DMSO BES 1%) - KK
(200 87 ) MAE 25 BMAEYHRBEM 25 87 K& K
B (InMERBEZ SH-N-F E-HHEEK) B 96 fF V-E R
AERBARBEES KA 1INRBZIBEER  BoHFER
R E® L% % ( Whatman) GF/B K H B E - 3 A A &
< B (Skatron) MMM EESE » Lik®m &z SOmM Tris #&
W (pH 7.4) k& - FIH BetaPlate PIB G & & K & &
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MEEE Ak WHFELBEEGESZOHE I -
AEBZ - REMALTATKLELAEFERZEEE S

i -
x 1. REMEBE H3ZBZEE
gE # rH3 K; (nM)

1 8.34
2 98.79
5 89.23
6. 122.11
7 99.25

o 2 5.65
36 : 59.6
47 | 23.16
48 97.99
46 103.55
40 74.34
41 31.98
42 ' 130.98
44 44.35
14 | 79.44
27 74.23
55 ~92.64
56 23.47

o | 57 100.5
59 26.24
65 7.28
66 4.75
74 12.48
76 1.89
77 42.47
78 109.73
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gwE # rH3 K; (nM)
81 57.96
83 68.85
88 3.79
50 33.64
92 118.01
100 3.22
101 4.81
102 1.83
103 3.93
104 2.78
105 5.38
106 8.35
107 2.09
108 10.58
109 2.55
110 2.83
112 0.77
113 446
114 0.48
115 1.44
116 2.82
117 0.73
118 0.65
119 1.34
120 3.35
121 2.81
122 2.71
123 6.84
124 0.49
125 1.77
126 1.89
127 101.02
128 8.91
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I~ EE R Z @ 8 E (ADHD) ~ f i m - HERE & - B
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PR ERE - BFMEER B - BHMExOD - O K&
me- - mERRK BBEERFE SN EEFE  KFE
BEoBMUEPWR LA EEEREFEEEBRIHLGY
mElmZzX ITWEY -

/4

This invention is directed to a compound of the formula |

R? R10 _
. OO
R e
R

as defined herein, or a pharmaceutically acceptable salt thereof, a pharmaceutical
composition containing a compound of formula I, a method of treatment of a disorder or
condition that may be treated by modulating histamine H3 receptors, the method comprising
administering to a mammal in need of such treatment a compound of formula | as described
above, and a method of treatment of a disorder or condition selected from the group
consisting of depression, mood disorders, schizophrenia, anxiety disorders, Alzheimer's
disease, attention-deficit hyperactivity disorder (ADHD), psychotic disorders, sleep disorders,
obesity, dizziness, epilepsy, motion sickness, respiratory diseases, allergy, allergy- induced
airway responses, allergic rhinitis, nasal congestion, allergic congestion, congestion,
hypotension, cardiovascular disease, diseases of the Gl tract, hyper and hypo motility and
acidic secretion of the gastro- intestinal tract, the method comprising administering to a

mammal in need of such treatment a compound of formula | as described above.
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