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"H-NMR (400 MHz, CD;0D/CDCl; 9:1): & 1.27-1.58 (m, 4H), 1.40 (s, 3H), 1.41 (s, 3H),
1.72-2.06 (m, 12H), 2.28-2.37 (m, 1H), 2.68-2.71 (m, 2H), 2.84-2.89 (m, 2H), 3.01 (¢, J =
7.6 Hz, 2H), 3.05 (d, J = 8.7 Hz, 2H), 3.71 (dd, J = 7.2, 11.8 Hz, 2H), 3.99-4.07 (m, 2H),
4.31-4.40 (m, 1H), 6.78 (dd, J = 2.8, 8.7, 1H), .82 (d, J = 2.8, 1H), 7.23 (¢, J = 8.7, 1H).

AN el 2: 1-[4-8| S A -3-(F| EF A E) FERe o ] -6-[4-(1-A F 2 S A -1H-H E 2 -5-9) 5 4] |-3,4-T] 3] =

2EHAEA-21D-= (3)

5 e =9
2-{2-(6-[4-(1-N F 2 A-I-H EZHE-5-Y) 754 1]—2—%i—3,4—t1;lﬁi%qial—lH—O‘)— —iiﬂla}—z -
13-t opAlE g2, dAlel 1) R 0.10 g9 FeCly;=Si0, AlFe] 20 ml1] CHCL; oM &gHd &
ksl TLCel of3) muEgatgict. AL £ d= F, EFES ofdstar, o4 zHetst
FAZ. *Ma =4 ARvtEISe o] FAsA.

o 3: 1-[4-B R H-3-(ML 2R e) R e d]-6-[4-(1-A| F 2 A -1H-HE g Z-5-U) L EA]]-3.4-H 5 =2 F

i

>

Br Br 4

6-[4-(1-A EF2 A -1-H EgE-5-L) -5 ]-3,4-t3 =2 F 5d-2(1D)-2(H22EE, 1, A = 1, 2.0 g,
3.50 " =), NN-UH 1%0}13];431“(0 043 g, 0.35 &) 2 EFEe}l(0.5 ml, 0.35 DE]&E)o] 0T
THF(100 mD)ollAl &3le &dof, 4-Ba2u-3-(RaEde)Rel-d F2240]=(0.97 g, 3.50 H2&=)7F THF(5
mDol 838 §AqS AAspolA AAE] okt L jES ZFHES A2ddA 242 e wEglty. olof 4
el oMo ES} X AT ]O]E AZMN(pH = 3) Atolel]l Eul(partitioned) A7) B oE olA|EH|0]E(3 x 25 m])E
AREBle] FEZ3GITE. f7] A4 NaSO, AollA dAxRAI7] ® FFAZT. & B2 Zd4 A=RnE LYY

(CHCly/o}Al = 7:3)ell o8] AAsATH.

A 4 2-{2-(6-[4-(U-A 2 -TH-H E}E-5-) 5N [-2-54-3 4-1 3| =2 H =7 -1H-9)-2-5 4]

- wg-1.3-t]d fyEHC|E (5)

_11_
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ONO, ONO, 5

1-[4-BE2R-3- (2R ) FE =g |-6-[4-(1-A| S 2 A -1H-H ESGE-5-Y) F- 5 A |-3,4-U 3| =27 &5 -
2(1H)-2(4, 1.5 g, 2.5 2g &, AN 3)S CHLN30 ml)ell &siA|7]aL, 5 AgN0;(0.93 g, 5.5 B &)= <o

A 2 FAASP A FUleTE. o] E3MES 85T olA 24412 T Wk}, o]o] WZAAZ| I B X AFolE
ZH SA(pl = 3)ol] FAt. 1A FIUEFS Bt & I EFES oY olMECEE A&t F&
STk, f7] e EAFHOE 4N (pH = 3, 1 x 25 ml), F5(3 x 50 ml)E AFg-3le] A F AL, Na,S0, Aol

EAS ZU4 AZrtEIH I (CHLL/ o AE 8:2)9 o8 AAste] = 33&E

=
& dom, o2& WO/CHLN BefA7]an TAARAA 2shs HUEOES A3

g2As, A7) F3EEe A4S U (3)(AAY 2)Z5E osty] WA o7 A ZEUTH: 1-[4-3] =FA]-3-(3F]
CEAWE)RE =Y ]-6-[4-(1-A F 2 A A-1H-H ET}Z-5-Y) LEA|]-3,4-T)3| = 2 A =3 2(1H) -£(23.7 g,
0.049 E)& -10TColA 15 g2] HNO;(100%, 0.24 E)o AA3] F7Fstch. AAHS EFES 0TolA 108 5
wykalal, 15 g9 9&S Holetar, @ 24 7)A (N0 7F AFebE wjzhA] Aol A 2x17F H¢F Al wyketgith.

g =~
o] TES 5CTE Y47, T 2-Fe3S ZA~HA HIlsldu. o] EFEES 0TolA 15.6 g2 NaHC0s9l

o#f pH = 622 FT3EATt. e el F, F7] e NeSo, BelA AxART. AT = EFES LI
s

Q
focana's

o]

6-[4-(1-A ZF2AA-1I-EH Eg}E-5-U) P-EA]]-3 4-T]3| =2 A md-2(1)-S(HNZ2~Ek=, 1, A = H, 15.00 g,
40.6 L&), FH(6.42 g, 81.2 Y &) H 4-vvd-obn =3 2 H(DMAP, 6.45 g, 52.8 HE|E)o] A4
A 135 ml o] FREEF] EafE o 4-FREFEEY SEeo|=(7.45 g, 52.8 EH=)E AT Hrtet
Atk o] EFES T0TCA 20A17F FF wakstgivk. o] W EFES 1000 ml1e] CHClyell ofa] 3|AAIX ok
IN HCl, X3} NalCO; €9 2 A2 AHEst AFsi. §7]1 48 FAUEF Ao dxA7a, & 55
AR, ZAFELS ZY4 AzvEaS(He 72, CHCly/tert-FE wlg olEl= 90:10)¢l & A Alst]

IAES 429 TEZ AT},

=]

A
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'H-NMR (400 MHz, CDCl): & 1.25-1.48 (m, 3H), 1.75-1.81 (m, 1H), 1.87-2.01 (m, 1H),
2.28-2.37 (m, 10H), 2,19-2.25 (m, 2H), 2.70-2.73 (m, 2H), 2.83-2.87 (m, 2H), 2.92 (t, J =
7.6 Hz, 2H), 3.21 (1, J = 7.0 Hz, 2H), 3.67 (£, J = 6.4 Hz, 2H}), 4.05 (d, J = 6.1 Hz, 2H),
4.08-4.17 (m, 1H), 6.72 (d, J = 2.9, 1H), 6.75 (dd, J = 2.9, 8.8, 1H), 7.29 (d, J = 8.8, 1H).

AAA 6: 1-U-HEZA|FEPA)-6-[4-(I- A FZ I -1H-H E&}E-5-) F-FA]]-3 4-Hs =2 F| =57 -2(1H) -

oot

1-(4-2 227 B 0)-6- [4-(1-A 2 2 8 A 1B EehE-5-9)) B 54 1-3,4- 1) 8] E 2.7) 5 2-2(1)-2(6, A4 o]
5, 1.0 g, 2.1 ¥a]&)E CHCN (50 ml)oll &3A171 th, T AgN03(0.53 g, 3.15 EFE)S I 2L Aaslo
A %ﬂ—ﬂ"o‘}‘”t} of EFELE 75T 12413 FeF Wk, oo WA thg L= §Ee §o(ph
- @ ¥R wA GIEFE LD E 2 EE AL PAISE Agdel FaAA. 171 L
D EéiﬂﬂE SFA(H =3, 1x 25 mD), D53 x 50 nDE ARG b, Naso, FolH AT E 5%
AR % BAL TaH AvEIY (CHCL/SHAE 8:2)6 o8 FAlste] Awshs UEdel=g Qg

2ANG 70 1-{4-(6-[4-(1-A F2F2A-1H-HEGZ-5-) FLEA |-2(1H)-4-3 4-TF E 2 EA-1H-U)-4- %
TE-1-9 A }-2-9] Ee et opall-2-F Aol = (8)

1-(4-F 225 Y)-6-[4-(1-A 22 AL-I-H EgtE-5-9) - 5A]) 13, 4-H 8 =2 H =5 -2(1H)-=2(6, A4
5. 1.0 g 2.1 BEES CLONG0 aol BANAL E 15 el UEF ABeALld clobdirolSelols
O.46g, .15 LADE 4834 AR o) 05 LS WA 99 AL whsf g A2l
FUEAl A AvE b Aeeld 29 Fo wys
50 mle] of® ohdElol =] AR, 7] §UNE B3 )
AEAAT. $918 AAT F 2 YHES oY opdElolEsh Sate] gu) EFES AHgtol
azrhEavlel os) At AR T Agow A,

1Ae] 8 1-(2-Es Aol golr e d A e)-6-[4-(1-A # 2 8 -1l E e} -5-0)) $ 5 4] ]-3, 4-T] 3] =
2992002 (9) 2 _1-[N--UESA &) -N-(2-1 E %A o] &-olv] esh w0 S A v &l)-o}r] e 7ha o) &
H1-6-[4-U-AF2 AN -1H-H Ee}E-5-%) FEA||-3 4-T]s| =2 F| = -2(1H) - (10)

()
o,

U

il
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O)\N/\/ ONO2
H
9
)
e
N
o
g ONO:
“o
MONOZ
H
10

6-[4-(1-A1 2 2 A -1-E B2} -5-2) R 5 A -3, 4-0] 8| =2 7] 5 2(1)- (A= 2k, 1, A = H, 1 .00 g,
2.71 W&ol F4 THF(12 nL)ol] &38| &Ho] NaH(F7] &4 5] 60%, 0.217 g, 5.41 LEEH)E of=*
291718 AeolA BIFEATE. o] W EFES 308 B /1A HFAN oL, 0CR WA S22
g 2-(JESAD G o] E(1.075 g, 5.41 H&E, CHCl, 9 2-HEZA-E <y UEJE 9 &

[ERHE 0ToA 80% 82 9& 4 A5)7F THR(1.3 mb)ell &afel &5 0T
=& A2A 1ARE Eob wakegity. o] ukg %@%—@ E(5 ml)& AH&she] A
CHCLo(3 x 50 ml)E A}-g-3ho]
FE3Th. Bolxl f7] TS AFRWMeS0)A7IAL B g etdA &g AAsI A 2ds F3Y. o] %=
AAES A9 ARvtEagI (A7, FA-/oE opAlH o]

o, 19% FEE AU

X
il
o
>,
N
K
1_,\'(
:
olN
i3
i
o
o,
=2
R
—
jan)
=51
lm
é
_\.L
(<0
ol
32
:L
ox
oX,
o,
4
ox
(ot
o
m{n
Mo M

1 m
@
=
2
2
0
ol
2
£
2
ot
et
il
©
o
-
2

"H NMR (CDCly): 3 6.95 (d, J = 10, TH), 6.7 - 6.6 (m, 2H), 5.8 (br s, 2H), 5.4 (£, J= 7, 1H),
4.5(t J=7,2H), 4.1 - 4.0 (m, 1H), 3.9 (¢, J=7, 2H), 3.55 - 3.45 (m, 2H), 2.9 - 2.7 (m,
4H), 2.6 — 2.5 (m, 2H), 2.0 — 1.6 (m, 11H), 1.4 — 1.2 (m, 3H).

'3C NMR (CDCls) 8: 171.3, 155.8, 155.5, 153.9, 132.9, 128.1, 116.6, 114.9, 113.4, 72.1,
68.4, 67.9, 58.0, 38.8, 33.3, 32.2, 28.9, 25.9, 25.7, 25.2, 24.3, 23.4.

LCMS: 554 (M+Na).

27181 YESA el =7t n d SAME 753 2t 3gte 10

flo

AP ERA 5% TEE AT

'HNMR (3totoiolE 2EtH0l 21218 W2 113, CDCls): 5 6.95 (1H), 6.7 - 6.6 (2H), 5.8
(2H), 5.4 — 5.1 (3H), 4.6 ~ 4.4 (4H), 4.1 - 4.0 (1H), 3.9 (2H), 3.8 - 3.6 (2 H), 3.5 - 3.45

{2H), 2.9 - 2.7 (4H), 2.6 ~ 2.5 (2H), 2.0 - 1.6 (11H), 1.4 - 1.2 (3H).

L

3C NMR (CDCly): 5 171.0, 156.1, 155.5, 154.8, 153.9, 132.6, 128.0, 116.3, 114.5, 113.2,
73.2,72.0,70.0,695,67.7, 57 .8, 45.5,38.6,33.1, 32.0, 28.9,25.7, 25.5, 25.0, 24.1, 23.2.
LCMS: 716 {(M+Na)
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