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Aol 10 2,6-H] = 2- DA SAJES T =(SehE D] A

2,6-T] 3ol EFAIRFE T =(100.0 g, 0.42 &) B 2-olged HEnfo]=(165.0 g, 0.86 H)E 1 ¢ ] DMFell
LA AT, A7) fdo] TS K005(120.0 g, 0.87 B)E 7tetdd. wbEES 90 TolA s&Eutsel 7pd s}
Pk, diFEo DFE AASAL, 500 me] &5 7Falith. WgES SHZ2(3 x 400 )2 FE3F3, F7(1
x 200 mO)E AHSFAL, NgS0, oA AxzAZT. &mE AAS L, = YAES WESERYH AAA A A
g Bu PAE 12521 g(65% F8)S S5kt H NMR(CDCL,) 8 (ppm): 0.92-0.98(m, 12H, CHy), 1.34-
1.54(m, 16H), 1.75-1.81(m, 2H, CH(CHy)), 4.02(d, J = 5.5 Hz, 4H, OCHy), 7.19(d, J = 8.4 Hz, 2H),
7.70(s, 2H), 8.19(d, J = 8.5 Hz, 2H); C NMR(CDCl,): 11.12, 14.06, 23.04, 23.88, 29.08, 30.51, 39.34,
71.34, 110.64, 120.84, 127.00, 129.62, 135.88, 164.29, 182.27. €4 49 W= 51 C; FD-MS: m/z 464(M
N

).

e 2: 4-BeR-o-t-RE e A A Al (s 2)9] §HA

1 ¢ $# Zg23d 4-82Edd 4=(100.0 g, 0.53 &), o]9t}=(91.0 g, 1.34 Z), t-FeErmgay
S22 0] = (TBDMS-C1)(96.5 g, 0.64 =) 2L DMF 100 mE 7}stgdth. wWhS E3ES A 2o|x Aislo] d&4
oF mukstgitt, WEES Ed Za JdEHER 33 FE3ta, FA" A4S B2 33 AFH skl NgS0, Aol

oft 1t

A AZAAL.  SuE AAS T, AABS Ag A AMZA 154.2 g(62% F&) FEaUT. N
NMR(CDCl3) & (ppm): 0.07(s, 9H), 0.91(s, 6H), 4.65(s, 2H), 7.17(d, J = 8.3 Hz, 2H), 7.42(s, J = 8.3 Hz,

2H); e NMR(CDCl3): 11.71, 21.93, 29.48, 67.89, 124.13, 131.27, 134.82, 144.02; FD-MS: m/z 301(M+).

Aol 3: 2,6-H A (2o H5A])-9,10-t] (4=t =F A W A ) EpA (5= 3)] §HAd

3eE 2(67.2 g, 0.22 B)Z 300 m ] F-<¢ THFO] &&jA)7]aL -78 CTE FZAI AT, A7) &M -60 T n| =+
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<129>

<130>

<131>

<132>

<133>

<134>

SEE36] 10-0802756

o L% =2 FA WA n-BuLi (A F9] 2.5M, 86 ml, 0.22 B)& AA3 7tatgdet. H7F T, o AR -3
£HS -78 TolA 1 AZ+Eek wsldct. 348HE 1(30.0 g, 0.065 )<= 200 m¢e] §-<= THFo| &ajAr7)aL A
7] BZAAIZL &Ae] Hrtsitk, TLC 4 A¥ v 45 E YERITh. v ES oFtE JHeAl7]aL HT &
(& 59 57%, 145 g, 0.65 =)& A A3] 7tet] W3S SHAIZ7]3 TBDMS 71& SRS AZTE. gk 244 wkg
< 10 27k 7tE BF/AI71a Bufe] o RS 7sbstel AAGATE. ololA, g EFES WEA F=efol
2 33 F=3v. FA" FU1E X HEMH A H o E &9 & 9@ A5E AlFSEAL, MgSo, Al
Al AZANZAYG. = AAES 2N JAY oY= 3 g Ao 20:80 olHE: kS AE-5te] AE]gtA
FelA Ayl aRnEIYRIA R FASAT. &7 JAES AT S4-3A A2 A] 20.2 g(48h +&) F5
39TF. H NMR(CDCIs) § (ppm): 0.82-0.89(m, 12H, CHy ), 1.26-1.43(m, 16H), 1.60-1.66(m, 2H), 1.85(s, br,
2H, OH), 3.72(d, J = 5.5 Hz, 2H, OCHy), 4.89(s, 4H, #1&A4), 6.84(d, J = 2.0 Hz, 2H), 7.00(dd, J, = 9.3

Hz, J, = 2.2 Hz, 2H), 7.47(d, J = 7.9 Hz, 4H, #d 2¥]), 7.52(d, J = 9.7 Hz, 2H), 7.61(d, J = 7.8 Hz,

4, #9 1E]); C MMR(CDCI): 11.17, 14.03, 23.00, 23.89, 29.08, 30.64, 39.16, 65.37, 70.17. 103.90,
127.07, 126.98, 127.13, 128.07, 129.56, 131.46, 134.74, 138.95, 139.85, 155.71. &7 110 WA 112 C;
FD-MS: m/z 646(M ).

AAle 4: 2,6-H] Al D I AEA])-9,10-HU-Bervdad)tEAAN(Set= 4)9] ¢

o,

3}3HE 3(4.40 g, 6.8 HElE)S 25 MY o THRe| &aA171a 0 T2 WA Z Y. PBry(1.3 me, 17 g
)5 A7tskaict. W55 Ao F&uEet sl & E7 FuAy|u dHdd F2elol=g
FE3TH. FA" #GU13E GFE AFSL NgS0, dellA dxAZT. 2 APZEES S doR 15:85

CHCLy »olaks AbEste] Ae7bd el A7 A=vtee)v 2 JAlste] 3.90 gof 4 A4 (74% +8)& &
Sakoieh. H NMR(CDCL:) 6 (ppm): 0.82-0.88(m, 12H, CHy), 1.23-1.42(m, 16H), 1.61-1.69(m, 2H), 3.71(d, J
= 5.7 Hz, OCHy), 4.67(s, 4H, WM1AA), 6.78(d, J = 2.4 Hz, 2H), 7.00(dd, J, = 9.5 Hz, J, = 2.4 Hz, 2H),

7.43(d, J = 8.0 Hz, 40, #d 1)), 7.49(d, J = 9.5 Hz, 2H), 7.62(d, ] = 8.0 Hz, 4H, #d &]);
NMR(CDCl,): 11.15, 14.06, 23.04, 23.88, 29.03, 30.62. 33.46, 39.06, 70.36, 103.83, 120.29, 126.81,

127.98, 129.27. 129.53, 131.68, 134.40, 136.91, 139.84, 155.80. &A 105 U4 107 C: FD-MS: m/z
772" .

Aol 5: 2,6-H] 22— DA 5A])-9,10-H (- Dz o]E | d)tEel(s}heh= 5)¢]

ShetE 4(3.80 g, 4.9 HEl=) ¥ ﬂCﬂ]E] E2vto] E(95 ml, 29 YeElE)E 50 mb A EetzAel] Wal 4 A
HEQh 100 T2 7FEaglth. Aoz WAl Fol, A= fﬂwziTH AARBAA 3.94 g9 AR

mAl A4 A% $8)S F5T. H NR(CDCL) 6 (ppm): 0.83-0.89(m, 12H, CHi), 1.27-1.43(m, 28H),
1.59-1.66(m, 2H), 3.34(d, J = 41.7 Hz, 4H, #MAA), 3.71(d, J = 5.3 Hz, 4H, OCHy), 4.08-4.18(m,
P(0)OCH;, 8H), 6.84(d, J = 2.3 Hz, 21), 6.99(dd, J, = 9.5 Hz, J, = 2.4 Hz, 2H), 7.42(d, J = 7.8 Hz, 41,
Ag we]), 7.48(d, J = 9.5 Hz, 2H), 7.55(dd, J, = 8.0 Hz, J, = 2.2 Hz, 4H, #'d 12]); "~ C NMMR(CDCl):

11.21, 14.04, 16.46, 16.54, 23.01, 23.92, 29.14, 30.66, 32.89, 34.72, 39.37, 62.20, 62.29, 70.02,
103.95, 120.00, 127.00, 128.06, 129.56, 129.99, 130.08, 130.71, 130.83, 131.44, 131.47, 134.67,

138.12, 138.17, 155.76. &% 94 WA 96 C: FD-MS: m/z 836(M ).

e 6: 2,6-H] =2l DFAEA])-9,10-HU-F =)t EA (S = 6)9] A

3}gtE 3(10.0 g, 0.01

g, 0.037 )& 7}st3d

rEot wulkaledth. ek A ur
[e)

J
Ak FAE F1E w2 0L, & 3

gAY uE F223 29 0] E(PCC)(8.0
295 100 Mo B2 ZWAIL 1 A

;1 &
r 5
olo
e

ol o

Jga Zzeol=® 33 2%t
¢80, ol M AZXAAG. = AAEL geldow



<135>

<136>

<137>

<138>

<139>

<140>

<141>

<142>

SEE36] 10-0802756

1:1 CHCly: FAHE ARg3te] A7t Aol A3 a2vtead vz gAste] &3 YES s 34 2
qo 7.0 g(70% 4&) 54Tk, H NMR(CDCL;) & (ppm): 0.82-0.88(m, 12H, CHy), 1.20-1.43(m, 16H),
1.60-1.68(m, 2H), 3.70(d, J = 5.5 Hz, OCH,), 6.73(d, J = 2.2 Hz, 2H), 7.04(dd, J, = 9.5 Hz, J, = 2.4
Hz, 20), 7.44(d, J = 9.5 Hz, 2l), 7.67(d, J = 8.0 Hz, 4H, ¥d x22]), 8.15(d, J = 8.0 Hz, 4H, ¥d x
2]), 10.21(s, 2H, dato]=); "C NMR(CDCly): 11.13, 14.02, 22.97, 23.87, 29.07, 30.59, 39.12, 70.22,
103.37, 120.80, 127.59, 129.12, 130.00, 132.03, 134.01, 135.69, 146.38, 156.10, 192.00. -§% 125 WX
127 C; FD-MS: m/z 64200 ).

e 7: yrg 2, 5-H] (e dotr )-8, 6-H o] ErH g o] E(SetE 7)e] 9

Ol GAdE SA O EMDNSS, 50 g, 0.22 B)E §4 Zefado] WATh ol (100 n) & &l =A
G Algea S ERBS 2 AZHES 100 T e, olw A7t folowyE AAUT}. TIC ¥
A(CHCL:#AE, 1/1) A% DNSSe] EAl7F Blslo] whe £EE 120 TR ASAZL 4 ABES o
Wt MBS WA BONE M. AR A7 ol s FANYY. AR A
o 2 WA = BAES F7be] BOHZ AASAT. AAES 08 AxAA oW 17 82 (LA

=z
é

L

o

1otk H NMR(CDCLs) 6 (ppm): 3.39(s, 4H), 3.65(s, 6H, COOCH;), 7.09-7.38(m, 10H, Wa3),

4
oll

% 5
10.62(s, 2H, NH); e NMR(CDCl3): 27.65, 50.84, 88.71, 124.63, 124.75, 129.12, 139.35, 156.74, 169.31.

4 236 WA 238 CT: FD-NS: m/z 378N ).

SHHE 7(80 g, 0.21 #)S CHCLol &3fAI71aL A A38] 7Fhatd, o] F3F &9 o] Ao] gk Ao sty
k. TLC(CHCL: A, 1/1)E o] &3t whgs #FsIGth. dd g % Edo] AW, CHLLE 3
STl o3 FEHoE AASA EtOHE WA, A CHCL7F 2% AAEWH, H4 114&5 1
ool &l FAEaL, AlFEC] A FAo] & wi7bA] EtOH= A A, ARES FAS L &8 A=)
73 g9 A ;A (92% S Stk H NWR(CDCL,) 8 (ppm): 3.83(s, 6H, COOCH;), 7.00-7.34(m, 10H,

2 2

)
of

2

WEks), 8.00(s, 2H, @), 8.56(s, br, 2H, NH); e NMR(CDCl3): 52.20, 118.58, 118.96, 119.71,
122.06, 129.38, 137.71, 141.88, 167.78; &% 164 WX 166 T; FD-MS: m/z 376 ).

e 9: yrg NN N N'-HEZHE 2, 5-tjopr]eH e e o] E(3}9= 9)9] A

s}k 8(40 g, 0.11 &), 82 %=WAI(200 m¢, 1.79 &), K,005(20 g, 0.14 =) 2 F2(1.4 g, 0.022 E)E &
T Npstoll k4 Zefssel ¥l EES 185 TolA 24 Akast 7Fdakaivt. TLC(CHLL: 34Y, 1/1) 2
I ¥k 455 ey, vhEES WA 73 CHLLE 718, o 3akal CHCl, 2 Al F e Fof | of S
SEHEAA AN S F53800. EtOHE 7hsta A Ad=S o 3ol ols] 71skal EtOH= Al Heklvt. A
QB o8 Axste] FA 1A 45 g(80% FE)S FEEATH. M NR(CDCIs) 6§ (ppm): 3.35(s, 6H, COOCH;),
6.96-7.28(m, 20H, W), 8.44(s, 2H, WEE): C MR(CDCI,): 51.94, 122.69, 123.00, 129.18, 131.00,

132.47, 142.17, 147.32, 166.76; &% 249 WA 251 T; FD-MS: m/z 528(M+).

Aol 100 1.4-dsto] =FA - -2, 5-H] A (N N-t] s d obr] xe ) Wil All (3} k= 10) 9] §HAd

LiAlH(6.4 g, 0.17 B)E Nyglol|l &8F =77 #4243
9450 T2 Y4es. i}
O

o
SO F TFEAIZ F 4

Qﬁ
i
AL
[>
[
K
oL,
:\1
i
)
[>
u
K
g
4
H
5
=
]

i JE

e 9(40 g, 0.076 )= 60 ¥ol A =24 7
SAFAFAT. TLC(CHCL: A, 1/1) A3 W3 g8
]_

1m

4 = °lH
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<143>

<144>

<145>

<146>

<147>

<148>

<149>

<150>

<151>

<152>

SE 506 10-0802756

A 34 g(95% &)S F53ATE. AA8790-138. 4.36(s,

4, MAA), 7.00-7.50(m, 22H, WEFZ); &4 208 WA 210 C; FD-MS: m/z 47200).
X

A 11: 2, 5-H] AN N-t sl d o} o) H el T & Fpg A Shef| Spol = (Sheh 11)9] §Hd

gty FREEIAZW|E(PCC, 30 g, 0.064 &) @D F= CHCL,(350 ml)E Nosloll Zef2=0o] 2. 3H3&

10& a4 718t4, o] B¢t E3tEo] Mo Welglrl. TLC(CHLL: @4k, 1/1) 23 90 # Fo &3 534
of AehA S A uEel et Aoz SHth AA vg EFES 23 By g ekl
E 32 Ba oA, BusE Al Aol Tajo] A WA CHCLE $43 AHsh. oloe ¥

fi—']
FA710 AW AZPETAT(CHC A, 1/DE AHgste] AASIAT, AUoRiE 24 BHS 5541
@ AA FAGRE Fbe] Ao AR, YHEES 0B AxAA

o, AE Thetal AAES JWF o
Ask AW AAAA 1A 21.5 g(72% F&)S FE9 ). 'H NMR(CDC13) & (ppm): 7.01-7.06(m, 12H), 7.24-

%

7.29(m, 8H), 7.61(s, 2H), 10.13(s, 2H); e NMR(CDC13): 123.13, 123.53, 129.10, 129.80, 136.49, 146.49,
148.34, 189.51; &4 260 WX] 262 CT; FD-MS: m/z 468(M+).

Aol 120 1,5-H|AEAESADYZERI(S e 12)9] ¢

500 m¢ A Zgtx39 1,5-fdfel =AU Zedl(15.0g, 0.094 &), B4 ZF(27.2 g, 0.2 ), A8
Zrlo]=(32.5 g, 0.2 &) % 200 mle] DMFE 7}s}dth. WHSES 85wt 90 CE 714sta, @%#i !
Zysk o, 700 mee] Eo FHu. g 2 JHAES AHAI7| I WESZ AFHSAY. £ AHES dEHE
Zo|A SFFAZ T AFAA A HA 1A 25.2 g(80% FE)S FEIIT). 'H NMR(CDCIs) § (ppm)
0.92(t, J = 6.5 Hz, 6H), 1.35-1.41(m, 8H), 1.52-1.57(m, 4H), 1.85-1.92(m, 4H), 4.10(t, J = 6.4 Hz,
4H), 6.81(d, J = 7.6 Hz, 2H), 7.30-7.36(m, 2H), 7.84(d, J = 8.3 Hz); €& 92 W= 93 C.

e 13: 1,5-RlA (B2 E)-4 8-HA(EPSA) e (shgha 13)9] §HA

3h3t&E 12(10.0 g, 0.030 =) ¥ v%ﬂ}ﬂ%ﬂtﬂé}ﬂi(l.% g, 0.064 =)E 10 mLe] oA EAL & ol EAL g
=9 WBr(oFHEAE 5 33%, 12.3 mé, 0.064 =)o &3|A AT, WESGES 50 ColA 5 AlZHE<t 7HEshar o=
o2 Y7t HAS ve IAAES &MA] 713, & 9 Wg&Z AFsta dzARY. = APZES it

=
ouRE AARHAA M A4 AA 14.7 g(04% F&)S FESAT.  H MIR(CDCLs) 6 (ppm): 0.92(t, J

= 6.5 Hz, 6H), 1.36-1.41(m, 8H), 1.51-1.57(m, 4H), 1.99-2.09(m, 4H), 4.13(t, J = 6.4 Hz, 4H), 5.31(s,
4H), 6.84(d, J = 8.2 Hz, 2H), 7.37(d, J = 8.2 Hz, 2H); €3 105 WA 107 C.

Al 14: 4.8-R] 2 A G- s-n] (P g E Aol Ejvpz ekl (ShehE 14)¢] $H

50 m¢ A Zg2=0 FIE 13(9.0 g, 0.017 E) @ Egog AT E(7.5 ml, 0.044 ) 7}slqit).
EFES 4 AHEL 100 T2 7TEsta Aoz Y3ty = AAES £ do2 10:90 ofAE WEA
SRl EE AMESte] AFbA A Ay ARefEa IR AAste] Ad A uAE F535ta, olAS
Ao VY AAAHANA w5 ALBS FMA A} AGoRA 6.5 g(50% &) £S5, N
NMR(CDC13) & (ppm): 0.92(t, J = 6.8 Hz), 1.08(t, J = 7.1 Hz), 1.36-1.41(m, 8H), 1.47-1.54(m, 4H), 1.95-

2.05(m, 4H), 3.75-3.91(m, 8H), 4.06-4.14(d 3 t <&, 8H, W= 3 OCHy), 4.14(s, 4H), 6.80(d, J = 8.2

Hz, 2H), 7.23-7.27(m. 2H); C NMR(CDCly): 13.94, 16.23. 16.31, 22.52. 25.94, 28.84. 31.60, 33.92,
35.76, 61.34, 61.43, 68.84, 106.28, 106.29, 119.77. 119.92. 130.14, 130.24, 156.04. &4 80 WA 82
T FD-MS: m/z 628(M ).

e 150 2,6-Rl (A SAD Y RI(3 9= 15)9] A

2,6-5 8Ol =S A ZEA(30.0g, 0.19 #)E 90 oA 400 ot DIF Fo] Wk LH(E16 g, 0.59 B)e] A
Stoll n-3 B 2rpo]=(97.5 ¢, 0.59 &)9k shEHEet RbeA T, WE=S 700 mo] =0l i, Hd=s
oA 7IaL = R WEER AHsta ARG, = Ades MESESEH AAYIANA AT N A
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<153>

<154>

<155>

<156>

<157>

<158>

<159>

<160>

SEE36 10-0802756

41.3 g(67% &) 534, 'y NMR(CDC13) & (ppm): 0.91(t, J = 6.9 Hz, 6H), 1.32-1.40(m, 8H), 1.44-

1.54(m, 4H), 1.77-2.86(m, 4H), 4.02(t, J = 6.6 Hz, 4H), 7.06-7.12(m, 4H), 7.60(d, J = 8.8 Hz, 2H); &
A 78 A 79 TC.

e 16: 1,5-R]A~ (B2 R E)-2 6-H] (A SA) ek (sheha 16)9] §HA

313HE 15(9.0 g, 0.030 B) 2 IEELu8lo]=(1.87 g, 0.062 E)S 40 ml2] oA EAL = ofA EXL
Z9] HBr(otHEA & 30%, 12.4 mé, 0.062 Z)d] &A1, €S &S 50 ColA] 5 A|ZFES 7tdsta
o yrst, dAg AT AAES oFA7|aL B W wehe R AlFHsta dxsitt. = AHES S

omny AFAAA FWA A A 9.0 g8 FE)S F53kATH. H NIR(CDCL) § (ppm): 0.93(t,

J% mz olso
= o 12

—
|

6.9 Hz, 6H), 1.37-1.42(m, 8H), 1.51-1.61(m, 4H), 1.84-1.93(m, 4H), 4.18(t, J = 6.4 Hz, 4H), 5.07(s,
4H), 7.35(d, J = 9.3 Hz, 2H), 8.03(d, J = 9.3 Hz, 2H); €3 110 WA 112 C.

AL 170 2,6-R] 2= (A H S A -1, 5-H| A (R AT d g o] E) Yl (8 9h= 17)9] 3§14

1101

50 m¢ A ZEk=A9 3}gE 16(8.0 g, 0.16 &) L Efold E¥ATo]E(13 m, 0.078 &)E 718, 3
FES 4 AZES 100 T HGsgith. o el wastolEE FRAAG. = YHES fedon
10:90 obAlE e FReto|=E ALgate] AAA AolA AW AzvtEadsz GAlstel A WA
DAE FEHL, oA AonnE AAHRAA £FF HES FWA LY AHOR 5.0 gGlE FE)

S5kt H ONMR(CDCL,) 6 (ppm): 0.92(t, J = 7.0 Hz, 6H), 1.15(t, J = 7.0 Hz, 12H), 1.34-1.53(m,
12H), 1.79-1.89(m, 4H), 3.71(d, J = 22.0 Hz, 2H), 3.91-3.96(m, 8H), 4.10(t, J = 6.6 Hz, 4H), 7.28(d, J
= 9.5 Hz, 21D, 8.02(d, J = 9.5 Hz, 2I); 'C NMMR(CDCly): 13.99, 16.25, 16.33, 22.60, 25.78, 29.68,
31.64, 61.75, 61.84, 69.41, 113.73, 113.88, 114.66, 114.70, 125.12, 125.20, 128.78, 152.81. €& 101
WA 102 C; FD-MS: m/z 628(M°).

Ao 18: 2,6-t]H 2 W -1, 5-R]| A (A A Y RI (39 18)¢] A

1,5-t8te| =AY Z e d(20.0 g, 0.125 E)S 400 me] ofAEAtd &3jA17]1aL 0 TR ¥ZFsiglek. 47 &
Ho HE(40.1 g, 0.250 #)& A7FstSvt. H7F $ 1 At v-gES Aol A wytelar W Eoa YzhAa|
Aot AARE ARAA FAGL B2 AAHSA AXAA A S A 1A 2,6-THER-1,5-T] o] B AT
g 36.1 g(90% &) F5a9t. AAE(36.0 g, 0.114 B)S JEF HEA0]=(13.0g, 0.24 &), 2
320 m¢ WEhE Fo 20 EFLH(50.0 g, 0.24 =) EFeATE. EFES shEHE SRAIAL Ao
Zretgit. AF2ET DASE FAS L B 2 Wee g AFHsta dxAZAT. 2 AAES vgd FRdos
of &aA7 & AgrtAe e Foll FHANA AF=EFSF 54 ETES AASATG. oloA, AHES WE

e2HE ARSI A MA uvbE AA 255 g(60% F&)S FEATH. H NR(CDCL,) § (ppm): 0.93(t, J

6.8 Hz, 6H), 1.36-1.41(m, 8H), 1.55-1.60(m, 4H), 1.88-1.98(m, 4H), 4.06(t, J = 6.6 Hz, 4H), 7.58(d, J
= 9.0 Hz, 2H), 7.73(J = 9.0 Hz, 2H); e NMR(CDC13): 14.03, 22.61, 25.69, 30.23, 31.69, 74.62, 113.73,

119.31, 130.11, 131.03, 148.04, 152.86. &% 41 WX] 43 CT; FD-MS: m/z 486(M+).

AAd 190 1,6-H] =AM S AU EA-2, 6- 7~ g stol = (33 E 19)9] A

sh3HE 18(13.0 g, 0.027 &)< 110 mee] < THFo| &3|A17]L - ALt -78 TR FZA3rt. 47 &
Mol nBuLi A (FAF F 2.5M, 32 ml, 0.080 B)S FAZEZ E3] AA3] 7lsle] 22 -60 C nvto g2 {4
AR H7F ol §9E& 78 TollA 1 AlZbset awkeblel. F-4= DNF(17 me, 0.21 B)& FA|E &3 7t
sttt WS ES ALdA e e wRkelgl S B2 FEA7I JEHE(3 x 100 m)E FE3
o f71E AR A S MgS0, el A A lMDk S5 AAT T = AHES Ao ZRE A4

QA 6.72 go) WAES AT A (65t FH)ZA FEHATH H MRCDCL) 6 (ppm): 0.93(t, J
6.7 Hz, 6H, CHy), 1.37-1.42(m, 8H, €#), 1.55-1.60(m, 4H, <), 1.95-2.00(m, 4H, &¢Z), 4.15(t, J =
6.7 Hz, 4H, OCH,), 7.92(d, J = 8.8 Hz, 2H, W29), 7.89(d, J = 8.8 Hz, 2H, =€), 10.60(s, 2H, CHO):
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<168>

<169>
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“CONMR(CDCL): 14,01, 22.59, 25.65, 30.25, 31.63, 79.50, 119.53, 123.69, 127.51, 133.19, 161.56,
189.51. 3 50 WA 52 C: FD-MS: m/z 384N ),
AAld 200 1,5-M] 2 (E A5 A])-2,6-H] 2 (Eol =S A v R 2l (3 ¢k 20)] 944

0 ColA 30 me] HErE 2 20 me] wedd FEglolmo YEF B4 slo]l=glo]=(1,

k. E3ES 10 E3F kst 10 Mo WEd F2elol=o &aA)7] tddstel= 33HE 19(3.25 g,
8.4 UElE)E M7l ZurlE B3 AA3] 7teide. e ES A0 }%%‘%%} WHFEFAL 30 mée] 1M KOH
2 FHA7)a 30 B3F wEkeit, w3 B vdu FRelo]l=R 33 &S B2 A F Sk NgS0, Aol A
AZNZAY. 2 AAEL FUA 1A4(2.91 g(88% F&))AL, TS Al AlgE wE F823] =559

H NMR(CDC13) 6 (ppm): 0.93(t, J = 6.8 Hz, 6H, CHy), 1.37-1.42(m, 8H, &¢Z), 1.51-1.58(m, 4H, &Z)

90 g, 50 HFYE)E 7}

1.87-1.97(m, 4H, <¢4), 2.19(s, br, 2H, OH), 4.00(t, J = 6.7 Hz, 4H, OCHy), 4.83(s, 4H, #AA),
7.50(d, J =8.6 Hz, 2H, *4=d), 7.84(d, J = 8.6 Hz, 20, W}=d)

e 21: 2,6-R]A(BERHE)-1,6-HAEASA) Y E(SghE 21)9] §HA

&z ke 20(2.90 g, 7.5 BEE)S 15 meo] F- THRl &siAl7Ia 0 TR zskslnh. 7]
me THE =°] PBry(1.7 me, 18 ®2l=)E 7hskalth. wheEs A2olA axwsqh witshal
A

e 22 FEFIUT. = AHES &9 o R 5:95 o EH 23S ALEEte] It delA AY A=2nEL
Po 2 AAste] Ag B A 2,61 g(68% FH)S S5k, H NIR(CDCIS) & (ppm): 0.94(t, J = 6.8 Hz,
6H, CHy), 1.39-1.44(m, 8H, &), 1.55-1.62(m, 4H, <), 1.92-2.01(m, 4H, <7Z), 4.10(t, J = 6.6 Hz,
4H, OCHy), 4.73(s, WIAA 4H), 7.49(d, J = 8.7 Hz, 2H, U=d), 7.84(d, J = 8.7 Hz, 2H, v=d). A
58 WA 60 C.

Ao 220 1.5-°]2(AHSA)-2, 6-H]| = (AT d g o] E) Yl (8} 9h= 22)9] {14

te a2 335 21(2.50 g, 4.9 HEE) 2 Eod FAagolEQ m, 12 ¥ E)E £33t 100 TolA 4
A7t 7HEetsitt. 2 AARES Ao 2R Y AEAAGIANA WA 2GS 55t RIS S Ho = 20:80

OPAIE SALS AL gl AeAha Aeld AY Amvheadnz AASUYT. F S8 2.34 g(768 8). N
NMR(CDC1s) & (ppm): 0.94(t, J = 6.8 Hz, 6H, Cly), 1.26(t, J = 7.1 Hz, 12H, Cl), 1.38-1.43(m, 8H, <7),
1.53-1.63(m, 41, <7), 1.88-1.98(m, 4H, 7)), 3.39(d, J = 21.7 Hz, 4H, OCH), 3.99-4.12(m, 8H,
POCH,), 7.55(d, J = 8.8 Hz, 2H, W}X€), 7.79(d, J = 8.8 Hz, 2H, Yh=&); "€ NMR(CDCI,): 13.98, 16.28,
16.35, 22.59, 25.77, 26.14, 27.99, 30.40, 31.72, 61.97, 62.06, 75.09, 118.14, 120.62, 120.72, 128.30,
129.12, 153.51, 153.53, 153.64; ¢ 48 W 50 C; FD-NS: m/z 628(M ).

A 23: 9,9 -t] A F R A(SFE 23)9 A

Z20d(23.0g, 0.14 )& 200 M F= THFO |a|A|7)a -78 C=E Wztslgct. A7) & Ao n-BuLi(& 4k

Z 2.5M, 65 ml, 0.16 &) A A3 7tstaL, AA §ANE A2 A 1 A|ZFE<E wdkelglty, 20 mee] THFo| &

AIZ n-AA BRulo]=(27.4 g, 0.17 =)& 47] &9 7tsisith. wkg
Al

=

ol
n-BuLi(&4F = 2.5M, 65 ml, 0.16 )< tfA] 7}slar wHSES 1 ot } n-AA B
Zupo]l=(27.4 g, 0.17 )& 7letal W8S sEYE wutsgitr. 54 NSES B2 FuA7|I, 34
FHS dHER FE3AT. FAE F718E MgS0y oA HEZAIAT. = AYES IF S/ g8 4A
st 48 AAE 42.3 g(93% +8)S =wWE A4 o9=A FSadth. H NMR(CDCL) § (ppm): 0.57-

0.66(m, 4H), 0.75(t, J = 6.7 Hz, 6H), 0.86-0.90(m, 4H), 1.02-1.11(m, 8H), 1.91-1.97(m, 4H), 7.28-
7.34(m, 6H), 7.67-7.69(m, 2H); C NMR(CDCly): 13.97, 22.57, 23.74, 29.73, 31.50, 40.42, 55.02, 119.62,
122.83, 126.67, 126.96, 141.13, 150.69.

e 24: 2, 7-R| A (B2RWE)-9.9' -t (A4) T A (ShFHE 24)9] A

_35_



<170>

<171>

<172>

<173>

<174>

<175>

<176>

<177>

<178>
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3H3hE 23(15.0 g, 0.045 =) ¥ FgEEglstol=(13.5g, 0.456 =)E @ﬂ~4_3-%%H&'%1Mﬂ £3)| Al

At WHeEE 70 TAA et wikst it Eohes 200 mee] Zof i MEd FReo| =R FE3)
Ak, = AAES §Edo= NS AHEete] At oA dYE AZetEa 2 gAste] 11.2 g4 A
g A A4 9dS =Y. H NMR(CDC13) & (ppm): 0.58-0.65(m, 4H), 0.75(t, J = 6.7 Hz, 6H), 1.03-

1.11(m, 12H), 1.92-1.98(m, 4H), 4.57(s, 4H), 7.32-7.35(m, 4H), 7.61(d, J = 7.7 Hz, 2H); C NMR(CDCl;):

13.96, 22.45, 23.65, 29.51, 31.34, 34.32, 40.07, 55.14, 120.02, 123.66, 127.98, 136.91, 140.74,
151.66.

e 250 2,7-R] 2 (Aokem®)-9,9'-H (A 4) T e A (Sh§hE 25)9] oA

3h3tE 24(6.85 g, 0.013 =)& 50 mo oAHE HE%Oﬂ LA HTE. 7] &do ik ZE(4.55 g, 0.033

), el so]=7(3.0 me, 0.033 &) % 0.15 g9 A#-18-6 7}ttt WHSES A2oA %

vhEel wikslleh. WS ES B2 3Msta JdEHER FEIAT. 2 AHES SEdoZ 10:90 OHE‘ O} A
8] 4

W z
AHS AMEEEe] ARFbA AelA AYE AZnEaH IR GA St =g
g(51% &) S58Art. H NMR(CDCL:) § (ppm): 0.58-0.65(m, 4H), 0.75(t, J = 6.7
19H). 1.93-1.99(n. 4H). 3.84(s. 4H). 7.28-7.32(n. 4H). 7.68(d. J = 7.7 Hz, 2H): “C NMR(CDCLy): 13.96.
22.54, 23.73, 23.91, 29.58, 31.46, 40.23, 55.46, 120.43, 122.42, 126.81, 128.93, 140.32, 151.97; &4
70 WA 72 C; FD-NS: m/z 4120M°).

AAlo 26: 3-(2-d @A) E]Q F(3EE 26)9] A

25 ulad4s 99 (10.2 g, 0.42 ) 2 40 mee] ¥ THFE 3? ﬁlﬂ S0 ¥y, &
sto] 28U =(Grinard) ¥HgS ZRAISEATE. o]ojA], 100 m¢ F<= THF T2 2-odad H=2Zulo]=(79.0 g,
0.41 )& viodlg g Arisidey. #H7E o], e ES 1 AMEOP 7tE BFAIZ O

A713 100 me] THFZ 3A8t9itt. = tg& Z8tAdo) 3-EEREe#:A(50.0 g, 0.31 &), [1,3-v]2(HHd
FANZZFI|YUEFEZYA(1.7g, 0.003 ) 2 100 o] THFE 7}slar Ze23E ¥4

ay= A kE AeEdE Fa 7] §dd etk Ao et wdkdk & WSS
Al71aL g oHZ2 FE3AT. TA"E F714E S52 AlFS NgS0, Aol A A=AIH
Sl oz dakg ALg3le] AE|gtd oA A I 2ZetEadd 2 JASte 27.5 g9 £4% AAHES A%
A oA (46% FE)ZA ST, H NR(CDCL,) 8 (ppm): 0.84-0.89(m, 6H), 1.19-1.33(m, 8H), 1.53-

1.57(m, 1H), 2.56(d, J = 6.8 Hz, 2H), 6.87-6.90(m, 2H), 7.19-7.23(m, 2H); 13C NMR(CDCl3): 10.86, 14.12,

23.05, 25.70, 28.95, 32.58, .34, 40.46, 120.64, 124.79, 128.80, 141.93; FD-MS: m/z 196(M+).

e 27: 2,5-R|A~ (B 2R E)-3-(2-od ) e el (shehE 27)9] §HA

3FEE 26(7.0 g, 0.036 ) ¥ Fg L2y slo|=(2.57 g, 0.086 )2 3 m2 oA EXte] £3]A 73 HBr
SA(FHEAL 5 30%, 0.088 &, 18 me)ol EaMAIHTE. HESES A2 A Aadtel w5 st sit.
HE=8 200 me] dd AdHZ22 gAsta =, 23} NaliC0; € 2 A2 AFsdtt. &uE AAS i,

)
o

olo

= =
9.6 g9l AT 2N AL FEIFALHCE FE), oA A AT Fh FARe] e wA WS
& (ppm): 0.84-0.91(m, 6H), 1.19-1.33(m, 8H), 1.53-1.61(m, 1H), 2.45(d, J =
7.2 Hz, 2H), 4.63(s, 4H), 6.81(s, 1H); 13C NMR(CDCl3): 10.89, 14.09, 23.01, 25.33, 25.89, 26.66, 28.90,
32.73, 40.25, 130.49, 135.51, 140.00, 141.96; FD-MS: m/z 380(M+).
1

Ao 28: 2. 5-RlA(HE oYX 230 E)-3-(2-c| & 3 4)E] © A (5} 9= 28) &
s}

ol
o,

& 27(9.6 g, 0.025 2) @ EgoE EAT0]E(10.8 ml, 0.063 Z)Z 100 m¢ A Zg2=o] @i 4 A
HEQt 100 T2 7FEekditt. = APES SN o= 25:75 oA B A4S AME8te] A7t oA A 2

wubEag s gAste] 9.0 go AF FA 0A(2W FE)S FEEATH. H NR(CDCI) & (ppm): 0.82-
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<179>

<180>

<181>

<182>

<183>

<184>

<185>

<186>

<187>

<188>

<189>

<190>

<191>

<192>

=553 10-0802756
0.89(m, 6H), 1.25-1.31(m, 20H), 1.47-1.55(m, 1H), 2.42(d, J = 7.1 Hz, 2H), 3.19-3.29(m, 4H), 4.01-
4.11(m, 8H), 6.70(s, 1H); 13C NMR(CDCls): 10.90, 14.10, 16.38, 16.45, 16.46, 23.08, 25.70, 28.98,
32.66, 32.69, 32.70, 40.48, 125.63, 129.37, 129.47, 139.91; FD-MS: m/z 496(M+).
%§6li]o S A]

Ao 290 FY-of 2 whgol] gk dwkd A}

FEare] U AdustelE B AWl dAS Adstel £ TRl §ARTh. 7] g0l 2.5 F
Fo| Nallg AT, WS ES 3 IS

s3elE Wik J1% we AU, FEAS We Fol FAA D oA

che viEeERE 28 o A447 A 3

AR

Ao 300 Arcoluupal whgof cfgk dnkz Axp

EFEF OHRA LYl L ok BAS Ak 11 P T Y -3 2] EF Fulof
ARG 4] golol Tl i t-pEAIEE ARSI, UGS Dashol AeoA T @
Wt FAES E Fol FANIIL AR FRZEF AGAA e e 28 AA
NFT. A FHAE QB 45 TN SRLEL A2 A,

EL 227 A2 3l g

FoFA-SALO E(110) Y 8 719 A%dte] A% AA FoIM ZestAelsta, golesn BT
271 BN @AM D, AA D eEe] FEI wmB AR,

() FFA] BTN SH(E 30 ol F 30 ng) & 2 m HEE(Teflon) BEIE Ba) oA RAE. oA, &
A N2 Ao A SESANA 110 Aol SAA-EEFAT. FFA 2ol FAE 500 hA 700 Aol e,

rN
PH
PM
O

(c) TA =] Aol 10:1 €Ak o] Mgeb Ag= o] ozl 2000 A 79 &= & FFHAZH.

_E’,_
A7) SRR L 2Ae] Ao ARAUT. olod, £AE F9 BAomNE wiay) Ad T4 2w v
ol WY AT,

Eole ¥ ounel ne Az FEAY 54L& ackd ok, ¥4 FEAL ¥ T, ¥ LE e
5 % PE SAEYL Be $A02RY 99D, PICL) 2NEHS FEA) 1A werozyE A9
o8, L AL (10/SFANeAg B 24208 QA EL 24 e A 314 s
§ R SE AT FYA 2 R FUA U F4 48 PR L SUEYS U AR, FRARA W £

¥ 1
AAdel me FAEe] 54
%tg—i'" M a Tg Td ':g‘—}l: Ho]—% EL
() () Nage)” | (A’ | (o)
4 32000 121 412 509 555 556
1 67200 225 448 362 562 NDC
5 34700 237 454 403 521 ND
30 2580 210 420 421 577 ND
18 204000 175 390 430 530 572
22 31100 149 395 404 664 668
34 5710 120 388 515 591 620
14 2740 105 290 408 506 572
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