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B 3 & | pH<1 # 100°C; pH 10-12; NaNH, #%; NaCN pH 12 F#4k;

2,2,2-= &, | RLi ## RMgX 4B XA ; Zn/HCl. Zn/AcOH F= Cr(II)
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¥ dx, 7% 8% | pH>12; CH,S(O)CH, Na'#&; RLi & L4 B X7 ; AICkL & 80°C

FAE | RIHABR

[o111]  AAFAE ORI RS IR, Tz & 3 /9 0 P A5 1 ﬁﬂE?ﬁ@ﬂZ‘fﬁ%?ﬁﬁPﬁ?ﬁ
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SLRR IR I « = P 2k R £ 3 ARkl 2 M R = PP 28k AR Y 2k LR e IR s ) o B

B (D) RS RERLER (L) GBI A N-[ = (=R PRk 2 ) ket
N ] IIGIERE TRISN=-[2- F2E -3- (3- (CRUT R~ A ARk fedt ) WAL ) 3L ] MG
Bk .

[0126]  7E Al 71, HLAA S B AN R R0 S5 P 1 5 e e 1) 0 2R R AR K - B A m]
A= Rk B K R A K], FonT R IBSEIE b Bl e 1228 S RESRE I SR B AR K 5y 1
B Y S A8 B, R AELAN PR 58 vl 23 7 110 P P 5 TR s 1R T BB T 4 R T A 2R — AR R AR
Bt (B0 —3— IR AR IR AR L T Fh i 1)« PR — T ki (0 R PR e bk p - (3
NG AT —2- R NASS ) NIEEE . B - T RS R P EEE L) s &
T B = RN AR B B N6 TR R0 58 — WP Ak S 60 s R IR L 0 BE MRt o (1) 3 — A
FERESERE s 20k IR CM JE Mkt vty 1) 3 — R ISRk 48U s 5 PP F B0 QMG S B R R
SERESEE 5 TS TR I M st o (1) 2R — PP SE A AR 5 TR s TR M o 0 2 — R R AR AR s TR M
1% g s vty 1 58— PR SR AR0I0e 5 PP 2 T 6 I T ol o 1) 58 — AR S A 4R 00e 5 — —3— AR TR IR AR
B -2- RIEE NIRRT RS N, N, N, NT - U (3 IR PIRERE I —2- BN
F)-a, 0- T -3- FENE - BTRERAN B SERE (FR) WA R &
H 38 T US5, 760, 100 ( HEEA WEAE NS H 5| ANARIL) K53 F 5K ALK T 54K B,
Ko T 5K CFR > F 3K D I S A BRI K 0 7 80k s R NG R 46 K H M BE 5 &
SEE BRI SR R ARSI RN ) s PR AR E REAL I A AU I S0 B BB R B OK T R
I E A BREE R R T 548, AFF T2 E LR Nos. 4, 136, 250.4, 153, 641.4, 182, 822,
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4,189, 546.4, 343, 927.4, 254, 248.4, 355, 147.4, 276, 402.4, 327, 203.4, 341, 889,
4,486,577.4, 543, 398.4, 605, 712.4, 661, 5754, 684, 538.4, 703, 097.4, 833, 218,
4,837, 289.4, 954, 586.4, 954, 587.5, 010, 141.5, 034, 461.5, 070, 170.5, 079, 319,
5039, 761.5, 346, 946.5, 358, 995.5, 387, 632.5, 416, 132.5, 451, 617.5, 486, 579,
5,962, 548.5, 981, 675.6, 039, 913 1 6, 762, 264 ( HILAN W FAE WS H I NKIT) & 8BEE
AU R T 2K, A FF T35 B ) Nos. 4, 259, 467.4, 260, 725 Fl1 4, 261, 875 ( H#A P %
VERZZ5INARIL) o AT FH H 5 = P e A o R 58 A SR e A ol P Uik B AR = ik B K 4y
TR A5 n] A A R TR AR R T o R SR AR S0 — R B — R AR - B - R
FA IR LI BIE Y. AR E R T RIS EE RN LE A Ak / KT
PARFIEE N2 B SRS T AL IO S REE B LG R AK / Ko T 54K W] H Gelest, Inc,
Morrisville, PA T,
[0127] KA & —Phok 2 R AR SCATIA = B REAL & W 3B B2 T8 et BHBUN B BAR T AR
FURSFRORE H. 24 HR 2800 o0 B2 b B i, 1208 B vl e I AR i H R AE 7= H
W% % ik 32 5% mT LA R e %% %5 % (spin—castingmold) ” & 7=, i i1 40 36 [ & F)
No. 3, 408, 429 iTi, BUE L 8% (full cast-molding) HiELLFRASEALE, WEE T
F| Nos. 4, 347, 198.5, 508, 317.5, 583, 463.5, 789, 464 Fl 5, 849, 810 ik
[0128] il EAME BB BT AL AR Bl (T2 ) @y aike b
PR (B ) BCRRE, RIS — 2P ROR S o, S PR e 58— 1 (806
2) RIS PR e 55 B (BULA: ) R . 55— PR B id il e i3z
A3 B — S8 3R TR RN B S R T 2 R) TR OB 5 T AR S o 21 A5 P A 0 2 T A A L A
e R T, B B 5 B 5 Y b b i o
[0120] B S fih 32 45 I RO AL B 1 1) 2B 7 T VA D AU S VR BN R i 58
— M AR I S R AR BRI T (lathing) TR TERCEREINA 18 T7 V21
S T T35 [ R Nos. 4, 444, T11.4, 460, 534.5, 843, 346 Fll 5, 894, 002, ¥ H 1k b &
FG|INA L
[0130]  JEA b ARSI, O %0 1) il 28 A5 EL A 16 BT A 4 k) vl ) A MR A B B B L. 46
BATAE S A b R 1 38 20 R TG B 2R 20 . PWAFROIR G 3L (il inTopas®
COC, =k H Ticona GmbH of Frankfurt, Germany and Summit, New Jersey ;Z.eonex®F
Z.eonor® K [ ZeonChemicals LP,Louisville,KY) %5, WJ4§H R UV S 5 i o fth A4
SIS gy I e e
[0131]  — F¥GEG M BB B A, 1ZB 5 M Rl 4k (BRI S ) =R s
WA A iE S . TR G DRI B AN B TS Y b B e B M. 75—
AT, 3B ST O RV AL B — B AN RO AS I 45 B AN VLT S AT R TR )
i, & A ZIR G Y I A ] B EE T O 25 R BR ) LA R & TR . fE A7+, &
I TY AR BE L THEAT I M ] A6 1220 55 T B ko
[0132] TR ATy b, T [ A0 5% % okt B ) Re & DASY 2% X, S 9] a8 (mask)
B RS (screen) BUHALA DL (R BR il 77 2oy B 2LAG SE4F 1 Bl A0 DX 3. 461 4 UV S5
(1% 2% [ B ol mT 28 b A A UV AN IE G XS (HE R DX 3k ) 0 [l 0 B sl P s X 3k (R d
i DR IE ) PR A B R T S R, G035 [ No. 6, 627, 124 (AN BAE N S 5 ANASL)
22
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Bl 1-9 7R B P Ui B o ASHE i DX I3 A i DX I B AT e 4 ) R R 7 o A TBe T FH e Bk 4 S
RE UV ARSI DG v HR5T  HLFHR ST BRI, 258 S e UL WA PAT R, — 7
T A T SER R GF BRI, 53— 77 1ok T SL Bt Be & A 2oh H .

[0133]  {E—NJ5 [, ¥ & A B BE ob B H 2 87 T 2 A KT 340nm, KT 350nm,
KT 360nm, K T 370nm BL K T 380nm A AR O A0 B E RS (cut—of f
filter) AT it yEIFRT (b4 e K Re & o T LB BT b kL. SRS IR &4
SRR T Re BRI R B, 9 /N T ER AR T 150 434, AN T EREE T 90 43, AN T EVEE T 60 4
B, ANFEEET 20 23 BR, AN T EREET 10 08P, /N FEkSE T 5 438h, 1-60 ok 1-30 72,
[0134]  FEIEBLTE MBI G FLE GRS, 51 R, WERAFAE 116, R B IE A =
BRALEY B2, FERRE T, 51 R IR R L A ) 2 e« 74P =B R &)
(1) UV BRI 4y o AESLAR A T A, 25 UV RIS 2 A LA 2R ) (a0 =R VITI-X) £R9 A,
R PEIE AT 5 T3 2 UV OBGRIES 73 B 25 OR3P 45 A1 R H ke T-IX 838 73 IR IE BT A2 AL
T I R A A AR FE R pH, 5 | R R B A AR 1 5 T W] 43 5 AR vt M UV IROBGRIES 73 o ok
FARYP G PTAEAR S H T3 25 I RGERTE A .

[0135] AR AMEEH A B A AR I UV BICHEAL S0 UV W AR A 5%

[0136] T 4152t 8] Fy B2 HE A 45 D0y AR 3k 5 e s B RN 3 4 48 a8 FH D A ST
RFVE SRR (140 A4 2 RN 5 v 1) 5E 3808 AT UG B AR o 1], 1 AN B A
RN BIA K BRE o %5 A RS (i GRS ) A OCIMER A, (H N5 18
Bl — 2R = AR ES . BRAE A UL, A0 A A, WS LLUC T BC IR, 9 HR ) 8K
R NBEIE KRR T RVAAE, B A0 20 70 B i 30 RN S 0 RS S R ) Fi ]
FHARAL B T 38 7 1245 B 7 40 408 B 0 2 10 oAt s B3 [N ATV 2 2R A A & o A
T B A BRI R S 56 DA T V25 A

[0137]  HiAFIW4E -

[0138]  DCM : & %t ;TEA : = ZFEH% ;D-MAP :4— ( - FFRE G ) mkig ;DCC :N, N- 3¢
FERR % HMPA <7< FRE BN s THE < PYSURIR SATBN :2-2— B 7 T IF sNBS :N-IRT
TR A

[0139]  SEjifsl 1

[0140]  Z SRt Ui BH 1 2 T8 40 A o 45 AR BH = e UV RO, UVAL,

[0141] I -1 .

[0142]
' 0 o]
/
/@&aﬁ 0 TEA Q OH
MO0 + 0 > Ho ™o
0 LR 150
C12H1504 CaHeOs 9
Mol WE:224.25 Mol Wt 100.07 CisHCy
1 Mol. Wt 32433 2

[0143] I -2 .
[0144]
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Q_sow
dk DCC/D-MAP fog)—éo
o/ ° QNNQ Yid QD‘Q

oyﬂg

HO
AL
2 3 I ’ﬁ; L %’é}
C1H2007 CiaH7N305 CaqHagNaO
: 34H35N30g
Mol. Wt.: 324.33 Mol Wt 323.35 Mol i;Nt.? 629.66

[0145] % 500mg (2. 22mmo1) 1.245mg (2. 45mmol) FEHIET . 247mg (2. 47mmo1) TEA F1 10ml FF
KR EGWAERTF I TR 5 /Mo iz R NI G WA 1 2 BHE B, fEE T 2R %
), F R T 10ml £88 LR SmlIN HCL P . KA NUETE Na,S0, T, ¥
FILEPE T B2 OB b la)ik 2 /e 255, 30°C R 4. 1H-NMR (400MHz, DMSO-D,) & K
g5 01,35 (s, 6H) , 2. 47-2. 54 (m, 4H) , 4. 27-4. 26 (d, J = 4Hz, 2H) , 4. 370-4. 358 (d, ] =
4. 8Hz, 2H) , 5. 68 (bs, LH, OH) , 7. 03-7. 01 (d, J = 8. 8Hz, 2H) , 8. 22-8. 19 (d, ] = 8. 8Hz, 2H),
12. 24 (bs, 1H, COOH) » 18 i JFui i 45 B & 4 325 (M+H) o 7E UV- 1] WO OGS Th 7E 212nm
FH 266nm Ab %2 FI] Y AU
[0146] Ff 7.47g(36.2mmol)DCC 7F 15ml DCM A ) ¥ W& M A 4. 7g(14. 4mmol) 2.
4. 21g(13. 04mmo1) 3.20mg (0. 090mmo1) DMAP 1 35m1 DCM 7F 0°C N 7E &SRB T e HE iR &
Wb B O IRAAE 0°C R ECRE 3 /N, TN 20m K TR -G DOV A58, B E HLZ
FH 20ml IN HC1 ¥E%, 2R 5 2h/k Bk ik « A HLZ F Na,S0, b1, s e L R 28K, IF
A S 240G 4 UVAL B I AR (s 7E — 44 AE (100-200 H ) FAE 50 % 75 L2 LM Y IE
ot $E4l. 1H-NMR (400MHz, CDC1,) & (&5 :1. 66 (s, 6H) , 1. 93 (s, 3H) , 2. 77-2. 80 (t,
d = 6. 8Hz, 2H) , 2. 95-2. 99 (t, ] = 6. 8Hz, 2H) , 3. 08-3. 12(t, ] = 6. 8Hz, 2H) , 4. 21-4. 23 (m,
2H) , 4. 42-4. 48 (m, 4H) , 5. 55-5. 56 (t, J = 1.6Hz, 1H),6. 1 (s, 1H),6.91-6.94(dd, J =
2. 8Hz, 2H) , 7. 23-7. 25(d, J = 8. 4Hz, 1H) , 7. 34-7. 37 (dd, ] = 2Hz, 1H) , 7. 39-7. 43 (m, 2H) ,
7.87-7.93 (m, 2H) , 8. 03-8. 07 (m, 3H)MS :630 M+H) , 652 (M+Na) . 7£ UV/ ] WO A 7
212nm. 272nm. 302nm F1 590nm Ak HE 2 F| JU 1,
[0147]  SCjtEfH] 2
[o148]  Z LM Ui B T ARYE R A1 B As & B = RE UV IROBGRI, UVA2,
[o149] D1
[0150]
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"
O]
HO Q o O
@:b“ : CI}%CI 0. ZSM LiOH >¢8H
{
O‘?\( THFIN _—,z? I\E\l N VO 0
aH/HMPA . THF/ 00 c

‘N
YL W-D C23H23N306
Mol. Wt.: 437.42
1 3
[0151] JDIg 2
[0152]
o OH
IR
0—\/Q_0 N DeCC O\/’\O)xi
. » HO
rP}’NO DCM/D-MAP
o OH 035H37N309
Mol. Wt.: 643.89
3 4 5

[0153]  7E O°C FAEZAVAFH T4 Nall 60% (0 246g, 6mmol) I AMAH -1 (1g, 3mmol) Al
2ml HMPA 7F 20m1 48 THF P 4 o 10 23805, 76 0°C FRfws T4 THF [ — 12
P RS (3mmol, o — AT — E&%E@E%L%’rﬁﬁﬂ%) B IN 2 NIREY . Bz N
REWAEOCTHFE LN, AR5 R SNIR -G IN HCL (20m1) £ 11, F DOM A HY, 7% Na, S0,
TR IR T WA AR R A A (2) .

[0154] LA EAHAEIfA (2) % THF (20m1), A 0. 2M (10m1) LiOH [ 7K 5 AL 3 T 7E 3R BE
WE TP B THF TR0 T 28 %, FR44 B ML & (3) (%% B4 FHOKAoRE, F N
HC1 (PH = 3) MRAITHI DOM 2 HL, 7 Na,SO, b 7R s T ik 4a . 4 e 45 21 iy A o 1)
& (3) Bt A 100-200 4 AL EERR AL, B 5% £F DCM A7 (¥) MeOH %M.  1H-NMR (400MHz,
CDCL,) & :1.59(s,6H),1.92(s,3H),3.09-3. 12(t,2H, ] = 6.4),4.41-4. 44 (¢, 2H, | =
6.4),5.54-5.55(t, 1H, ] = 1.6),7. 24-8 (7TH, Ar-H) » MS :438 (M+H) , 460 (M+Na) »

[0155]  7E 0°C N AEZA S H H K 0. 589g (2. 8mmo1) DCC 7E 3ml — 5 A e P I 4 8 I N
0. 5g (1. 14mmo1) 3.0. 256g (1. 14mmo1) 4. {# {5 DMAP Al 5m1 S F LB RS - B Ik
NAREYIALE OCR B 3 /N, I 5ml A FFRHziR-E W H A P A8 A HUEH 5ml
IN HCT ¥ii, SR Ja Bk IE s . ARE A NUZEAE NayS0, 1, s mlfeml s T~ 28 %, 7F A
WAL (5), UVA2 JERb ki fE — 44k (100-200 H ) L17E 50 % #E LR LEsH I IEC
frrf 44, 1TH-NMR (400MHz, CDC1,) & :1.54 (s,6H), 1. 63(S,6H), 1. 92 (s, 3H) , 3. 04-3. 08 (t,
J = 6. 8Hz, 2H) , 4. 20—4. 23 (m, 3H) , 4. 37-4. 4 (t, ] = 6. 8Hz, 2H) , 4. 50-4. 52 (t, ] = 4. 8Hz,
2H) , 5. 54-5.55(t, ] = 1.6Hz, 1H),6.09 (s, 1H),6.87-6.91 (m, 2H) , 7. 16-7. 21 (m, 2H) ,
7.39-7. 44 (m, 2H) , 7. 87-7.91 (m, 2H) , 7. 99 (s, 1H) , 8. 04-8. 08 (m, 2H) . MS :M+H (644) ,

M+Na (666) o £E UV 1] WG IBOE I AE 218nm. 266nm FT 302nm Ab W %2 3] =M,
25
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[0156]  SEjtfsl 3
[0157]  ZSEHEE] U TR T A1 BB rlAS A B =B g UV ), UVAS -
[0158]

DMF/ 9 9 K004

1(}0"(:I
Mol Wt 26838
CasHayNz0 CyrH3aN0,
Mol Wt 38551 Mol W 46558
1 g 3

® e o

G
* DCCID-MAP ’\:
- e —— o)
’f Q N N HO DCMIOPC /T
S N N N-
© OH P
v G
3
4
CastsoNgOg
Mol Wh.: 770.92

[0150]  HR#HEHIA T3¢ [E &M No. US5, 554, 663 (CH HEEN N K GIARIANEN ST ) KRR
Tl S WAL S (o- BAZEATAED 1)

[o160] A I -2 W R4 ¥ p— FR SHIRTAEY 1 (5g,0. 017mol) \WkHE (piperizine)
(2.0g,0.033mol) FIRKEREH (6. 9g,0. 05mol) ¥ T 50ml 45 DMF H-7E 204 H A1 24 /)
o fESEAWFEIRRL (RMNVFFFEE TLC W) 25, B NAHI 2 =R FFER I (DMF)
ARG iR s T S P ferh KSR (3X20mL) o KA HLIE FH E/K PEv IR e oK
BN b 28R A1 BB Py A 5 % £ S ke i I (100200 HAERR ) #%
(SRR

[0161]1 4 ¥A T 2 (50ml) T iEfk 2 (5g,0. 01369mol) FUBEHIEF (1. 37g,0.0137) 7F
AR THRE L/, AR JE S IR A T 28 R A 2 s (% B ik &) 3. H A T
PR, ok — ARl

[0162]  #F 0°C FAEZAHKEAE DCM(20m1) H(#) DCC (6. 2g,0. 05mol) IIALLEH) 3 (5. 6g,
0.012mol) 2K IF = MefiT A4 (4. 28g,0. 013mol) F{E4k & DMAP £F DOM (40ml) 1 [ hi B VR
G BIRAWAE 0C FHHE 6 AN N 50ml 7K FFK IR A W FH A R AL
ANUZH 30ml IN HCL $E%, 85 F EKUER: . RIER-AHUZTE NayS0, T4, 4wl fe
WL R 78K, 3 HoBH HARL &4 4, UVAS, i@ i A ve —SAkkE (100-200 H ) 324k,
SRIGALE 30 % 4E L8 LFg P I IE e P vElt . 1TH-NMR (400MHz, CDC1,) 8 :0.58-0.62(t, J =
7.6Hz,3H), 1. 17-1. 18 (m, 2H) , 1. 73-1. 80 (m, 2H) , 1. 85 (s, 4H) , 2. 28 (s, 6H) , 2. 65-2. 68 (t, J
= 6. 8Hz, 2H) , 2. 93-2. 97 (t, ] = 7. 2Hz, 2H) , 3. 01-3. 15 (m, 4H) , 3. 24 (s, 4H) , 3. 52-3. 54 (t,

26



CON 102264709 A WO B 21/24 T

J = 4.8Hz,2H),3.7(t, J = 4. 8Hz, 2H) ,4. 35 (t, ] = 6. 8Hz,2H) , 5. 48 (s, 1H) ,6. 03 (s, 1H) ,
6.72(d, J = 9. 2Hz,2H), 7. 09-7. 11 (m,4H) , 7. 22-7. 24(d, ] = 8. 4Hz, 1H), 7. 30-7. 33 (dd,
J = 2Hz,1H),7.35-7. 38 (m, 2H) , 7. 84-7. 88 (m, 2H) , 8. 27-8. 30 (d, J = 8.8Hz,2H).
MHH(771.8) o 7 UV ] W61t 78 216nm. 284nm F1 302nm Ab A8 =AU,

[0163]  SEjfifs) 4

[0164]  Z St Ui B T ARYE T 41 B A As & B = RE UV IR, UVA4 -

[o165] DR 1

[0166]

Q%Q J%* C; _ozsMLOH V >¢8‘"‘

THF/NaH/HMPA ——ﬁ% '\S\PN THFIQ° C

N

ﬂ ¢
w@ CaaH23N30g
Mol. Wt.: 437 45
1 3
[0167] DR 2
[0168]
Dy
Y
0
NN
O N
WG o
SN o0
CoaH34NaO Mw: 385.51 B Fidb ot
3 4 C.;ngzNgOs Mw: ?84@4

[o169] il &AL A4 -3 :7E 0°C T AE AT HUH o Nall 60 % (0- 246¢g, 6mmol) N AAL G
¥ -1(1g,3mmol) F1 2ml HMPA 7£ 20m1 4 THE "h ISR T . 10 70805, £ OC R
T THE 1 = RN ZBESE (Bmmol, HH = FAEIN — IR 5 S RURT B ) 2 ) W0 I 22 )
NAREGD o B NIRG AL OC R Hi: 1 /DI, SR K SOV RS WA IN HCT (20m1) #1l,

F DCM ZE B, 41 Na,S0, ET 4T A gl Hs T e 4 LAAS B 4 (2)

[o170] UL EXALEY) (2) % T THF (20m1) FFH 0. 2M LiOH /K ¥ VAR 31 BEE A T b 2
R K THE LR N 28, 2R 5 R R ik B W) H 7K W %, A INHCL (PH = 3) BRAL T HI DM
ZEHL, A5 NapS0, F -, R4, ¥ Fr A R4k (3) T4 (48 A 100-200 — 48407
4L, 5% 7F DCM 1 1) MeOH 4 k¥ i 7)o 1H-NMR (400MHz, CDC1,) 8 :1.59(s,6H), 1. 92 (s,
3H),3.09-3. 12(t,2H, J = 6.4),4.41-4. 44 (t,2H, J = 6.4),5.54-5.55(t, 1H, J = 1.6),
7.24-8 (TH, Ar-H) . MS :438 (M+H) , 460 (M+Na) o
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[0171] 76 0°C FEA A T 5. 72 (0. 00277mo1) DCC 7E 20m1 — & FF 4% 1 35 W8
A 4.8g(0.01108mo1) 3.2. 83g (0. 0077mo1) 4. 4L & DMAP F1 40m1 — 5 PRI FHIR &)
ho B R NIRAIAE 0°C I HEHE 6 /NI, I 50ml K FERHZIR G — & P AR B
HUZH 30ml IN HCI i, 2R )5 3K e sk . A HUZEAE NayS0, B, B s FHI7E el s F
0, I B B bR A4S 4 DP-UVA4 38 i A (3% 72 — 40 it (100-200 H ) B AE 50 % 7E:
LW L e IE ke rh 424, 1TH-NMR (400MHz, CDCL,) 8 :0.63-0.67 (t, J = 7. 2Hz, 3H),
1. 57 (s,8H), 2. 00 (s, 3H) , 2. 33 (s, 3H) , 3. 07-3. 20 (m, 8H) , 3. 45-3. 46 (m, 4H) , 4. 39-4. 42 (t,
J = 6.8Hz,2H),5. 53 (m, 1H) ,6. 07 (s, LH) ,6. 67-6. 70(d, ] = 9. 2Hz,2H),7. 12-7. 22 (m,
8H) , 7. 38-7. 46 (m, 2H) , 7. 88-7. 91 (m, 2H) , 8. 30-8. 33(d, J = 9. 2Hz, 2H) » MS :M+H(785.5),
M+Na (807. 4) » 7F UV 1] Wt rP 76 302nm. 350nm. 482nm- 530nm FH 560nm Ab W %% 3| 71 /MU
[0172]  SEjEfH) 5

[01738] SRt Ui B T ARYE T 41 B iAs & B =5 RE UV IR, UVAS -

[01741 IR .1

[0175]
Br
Qs @ NBS/AIBN Q /©
P R ——
CClyl o 1
O O
Darocure-TPO, Mw:348.13 Mw: 426.04
1 2

[0176] IR :2

[0177]
Br /@ OAc
O’s
P CH;COOAg Q‘ /©
—_— P
e
o @ AcOM/ =

2
& 426.04 ik F 406,13
[0178]  JDIE :3

[0179]
ASQ‘\?:: /@ OH
WL TR HCLTHFH,0 o
B . d
O @, 12h \@R(P
o

AT 406,13 KR 364,12
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[0180] IR .4
[0181]

o HO,
T o0
LD 2 s
0

o)

i '8
A 36412 My SR A 100002

4 5 6 KR 464,14

DOMIOC, 3h,

B

HHIE B 46414 a:%
8 7

WA . 323, 13

[0184] 4 5g(14. 3mmol) 1k & 4 1.3. 55 (20. 09mmol) N- J] T~ — Tt WV f%.0. 05gAIBN Al
30ml PYEALER TR -G AR B A T [R5 /Mo W H G, 1 R NIRG g . 7R IER
FT NS EML A -2 (8. 4g F) , ¥ TLC Bon MA I Z A Ao @M RASE— 5 34l
TP,

[0185] ¥ 19. 8mmol AL 2.3. 64 (21. Smmol) Z B4R 85ml UKES IR VRS RI 3 A
NI o I PEIRIR G IER 500mL AK AN JER T, VRSN 150ml DCM ZEHL (3 k)« ¥E
HEIA LR 100m] ZKBEEE (3 1K), 15 Na,S0, ET4, FRRIEFILEmE N Br 2o M= i
FEEIE (25% A8 Rt I Et0Ae) $24l. W28 R G153 21154 -3, 1TH-NMR (400MHz, CDCL,)
§ :2.05(s,6H),2.35(s,3H),5.1(s 2H),6.99(s,2H),7.49-7. 60 (m, 6H) , 7. 97-8. 02 (m,
4H) o MS :407 (M+H) , 429 (M+Na) .

[0186] 4 2g(4.922mmol) AL 3. 28.12m1 THF.2.81ml HC1.14.06ml 7K (0.2 : 2 : 1)
VR EWPIF S . FWJE FERZE THE, I 10ml 7K, BiR-E4H] 15ml DCM 2B (3 ¥k ),
G HANUZEH 15ml KPEE (3R, A NUZLE Na,S0, EF-4, FFas kil M-y
FELE (2% 78 DCM 1 (1) MeOH) 24, T4 /513 214654 4. 1H-NMR : (400MHz, CDCL,) & -
2.05(s,6H),2. 74 (bs, IH, OH),4.59(s 2H),6.99 (s, 2H), 7. 49-7. 60 (m, 6H) , 7. 97-8. 02 (m,
4H) . MS :365 (M+H) , 387 (M+Na)

[0187] 4 4g(10.977mmol1) 4.1. 20g (12. 0747mmol) BEFIEF 5.1. 22 (12. 0474mmo1) = Z3&
JZ AT 40m1 58 2R R A AR BB P BIAL 5 /N, SRS H RIS o R HIAE R
FE R, Wik T 50ml LR ZBEH, IR 20ml IN HCL P o A HLUZ7E NaySo, -+
B o PRI T BR £ IEH IS4 6 L7 FAE 30°C 4. 1H-NMR : (400MHz, CDC1,)
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§ :2.05(s,6H),2.58-2.56(t, ] = 5.6Hz,4H),5.08(s 2H),6.99 (s, 2H),7.49-7. 60 (m,
6H) , 7. 97-8. 02 (m, 4H) . MS :465 (M+H) , 487 (M+Na) .

[o188] 7 0°C N AEZUH B HKs 5. 44 (26. 37mmo1) DCC £ 50m1 5 A e 7 I I A
4. 9g (10. 55mmo1) 6.3. 411g (10. 55mmo1) 7.50mg (0. 225mmo 1) DMAP F1 50m1 — & FF ¢ i 3 B
REDT o B R NAREWAE 0°C T HiFE 3/, I 20ml KW XIR AW — & e AL,
BANUZH 20ml IN HCL $E%, 285 R K YES: o A HLZTE Na,S0, b4, W FI7E jk
NFER I oA RS B A S E S ARE (100-200 H ) EAE 2%7E DO H e A i v
$240, TH-NMR (400MHz, CDC1,) & :1.73(s,3H), 1. 89 (s,6H) , 2. 69-2. 72(t, J = 7. 2Hz, 2H),
2.85-2.89(t, ] = 6. 0Hz, 2H) , 3. 07-3. 10 (t, J = 6. 4Hz, 2H) , 4. 35-4. 38 (t, ] = 6. 4Hz, 2H) ,
5.01(s, 1H),5.99 (s, 1H),7.00(s, 1H),7.28-7.30(d, ] = 8.4Hz, IH),7.48-7.50 (m, 3H),
7.51-7. 62 (m, 4H) , 7. 63-7. 70 (m, 2H) , 7. 86-7. 99 (m, 4H) , 8. 03-8. 07 (m, 2H) , 8. 08 (s, LH) ,
MS 2770 (M+H) o £E UV 1] DI A 7E 218nm, 296nm F1 380nm AL AL 22 3] — 4N,

[0189]  FEREAHIEY, 2 T XM . XL YA TR A WA SIS IEE N
2328 NI S A T MO A SCFr iRk &9 LG AT

[0190] WX ASCATIRAL B9 GRS AR 4k . T2 B BIASCATIA
G H) 21 -G )RR 5 1 U BRI SISt A ST T IR S S RN D ) A O T R
1M 55 WS o 5 FEA Ut BH A5 0 S g DAk & 7 Al o
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