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10 AR &M%, -

BRAH AR, RS LT REHEMEAHRE" REARLR
A'A#—FE 1-6 ARETFHASRA LN ERG LR T HRE
AR, RARARARS W EZH OB RRT, KELA -
CH,NH(CH,). -CH,CH,NH(CH,CH,). -CH,CH,CH,NH(CH,CH,), A

15 AR &M%, '
AR KA, ERIKELERBFEMMEAHNRE" ZRERL
HAR " A—FE 1-6 AR T LKA ERG ER T L=
A RARS . ZHRARERARS G EZF QEERTRT, HFEX
4  -CH,N(CH,), . -CH,CH,N(CH,CH;), . -
20 CH,CH,CH,NCH,(CH,CH,), VA& F &4 %.

A A, EREAGAE REAREELA R A RE
BR"A#—FHEHEREAERGRI LR Z LR ARAR A
AEHS . RARABAR ZRARLARA RS E 4 QfEERHR
F, 4 % A B 4 -CONH(CH, . -C(ON(CHCH,), . -

25 C(O)NCH,(CH,CH,), AR A4%.

HAF ERAREBl et FE. 2R EIAIL B RFSH
AP, BBRAFLBAH X, EHH5 G RARE 4 T %,

A WAL BRA. REA. KHL. BRA. BREA. F

H &S

16
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10

15

20

25

HAFRTHEGRERS . BFRF2BI LR BAR S LR
F A BRARE R RS e RiELA4E/, 4R, OR. =O. =NR'.
=N-OR'. -NRR". -SR'. ®#%. ZfF4. ZAFHL. -OCOR'.
-CO,R'. -C(O)NRR". -OC(O)NRR". -NR"C(O)R'. -NR"CO,R'. -
NR'C(O)NRR" . -NH-C(NH,)=NH . -NR'C(NH,)=NH . -NH-
C(NH,)=NR'. -S(O)R'. -S(O),R-. S(O),NRR". fAFerl%; £+ R
A R'EABIAR. ABRRC-Ct. ABRKGC-C)FBEL, 2
A FEACC)mah. FRAC-Comtk. Fat-(C-Cik. £
G BFE-(C-Colik. ZHFEA-(C-CHARLEFHA-(C-C)
HEARH,; RFRLERLS, TRERERY C-C, BRALAUN

ARG HE REEEAAE 69 F IR A F 2 35T oA IR
REELFBRAR, ZBRARZEK, FFEARKLRH-R. -OR. -SR.
-C(OR'. -COR'. -mEASA. RAELREL. A, &, AL,
ZATFTA. ZATERL. NRR". RARLALRL. —BARAER.
#ABE. -SOR'. -S(O)R'. -SOR'. -S(O),NRR". -COR'. -
C(O)NRR". -OC(O)NRR". -NR"C(O)R'. -NR"CO,R'. -NR'C(O)NR'R".
-NH-C(NH,)=NH. -NRC(NH,)=NH. -NH-C(NH,)=NR'. -S(O)R'#=-
SOO)R; AF R'X R'&EAMIAL. (C-Cotikh. (C-C)HpA.
FE. FECCA. FEE-C-Cot. FHL-(C-CHik.
REEA BFECr-CYRA. £FEA(C-CIRAREFME-C, -
CoAAH; K&, WRFEZERLS, TUAHEEARA CC, Tk
EEAUH AR,

B 25 2 S 38 14K A BEAR 3, 3F BEATAR (1) do K AR ) T 4540 A X, (D)
KNI A 691L8-4; H b R ASERF,

AREPAREH T2 HRE T, RBNEDTEE AR SEA
AR TFTRF &, B suiX 3 7 & 5% o F AR (3 B 54 4K) Fo 3k 5t Bk
AR, BERAXORKXNADFEA XA LKL ZE N T, 2ALHKE

17
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XA A% S M AR (3 B AR ) Ao JE A B R AR (JUAT R A AK); A BRIT
HARE Fn e - 3 BRARF M S R Fn S SARFMIK, URHEE R A=
S TARFMIREGREMEAL G THEZE, TABERABBEARAAR
& dm 6 AT ML T7 ik RAF LEALTY X R LA MK, T 7 ik 32 TRk
5 FasTAMENER. A FHRSFTRTHER. LEERGE,
AL QLIEFTA T b8 K &7 M) IR (regioisomen) B - A4, Trdid
HAMBHARAR QoA B F B RFLAERB X, AT
QIR RIRTAL &%, 4 E & F 30840 &,
AEPESMELTLHELEFMH X, Fllefb-%HBELERH
10 . ZEFMHXTATHE, RBLE S GRREZE EHEF—
FrH X, AL QIEHTA XA LT F MK,
ALPHRAYT ORER THW . BAINRHBEHREERT.
XFFF AL F BT T VAR R RS 4.
A BPEHR o0 X(D 3 XA A 49 25 M 7T 4% 3 T dy AU,
15 B . SEYANB L, Fllemst i, I RIRTH
#. 2348, HeABGE, flleRte i, IR
FAEHE RAE L. FH &AWV AR W & Q32 R RT,
Dok, BAAREHR. R, R, —. SR ERBEAK, W TE.
RTHE. —Ck. —FAkk. 0Kk, = TEXR=_FTERAE, K—.
20 Z. ZEARERARE, flde—. =, Z BB, RSTUARA
&, £, ERLVNSY QLBMmMEILS, Tl d RALRA M
R h. Hlie T A TRERLE: TR, AR, LBR. ATHR.
HERK. A, L. LAK. AR, ANEK. ER®. &
F_FE. RAB. SULBR. BEBL. ANBR. ALBR. TR, XER.
25 FEER. FTREBRR, BEARIAAG Sl bW TEZRK,

3 % ) ) B
HEMEGZE, FARATRUEHHAREFNETRETIHEAEL

18
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o R RS Y. bFHFN. FEFTAROEALRLZEF
B, PABREIFET MR RGEHFARBE. BHEFRARFE
PR E R ERA RN, SLTFHEEHAMEREFEAHY 0.01-30mgy
FAREGRLAWNAY, REFERIL 2-6 RHOFFRALEH XL
5 F, BFTHERBENLR, S FREHBKEHAFHY, LOHE
A% 1-2100mg, 4k£ik#y 1-10mg, #FF 70kg RFFH, LAHETHE
FHEY 1-10mg, FEATAAFARFRESFTL R,
AR PANESHTARSE AL —RS, LT AL B9 Sk 4 A
T4, s LW R RIERME. PriEnss
10 BRFATEAEF RERATRE., HYHART LR ERIRIK,
EAREBART L3 —F R EFGWA, AESRA . #erfl. 8
%l ¥, BFEM. BAK. BARN. EEBHR . HAHRAE
MR, TR e, ERMNP, B4 5@ ERE
'riﬁkhéa\;‘?b/z}éééwlb*iﬂkﬁﬂfi&
15 B4R R XA, WhAA. &A. LA, KREH.
A E, TAHERBAREASF B EIR. FEMAK. 2RTHR
AL, MR H BBt =45, BNt RiEH. LAFRS. B%
B BEF e B, ARHAN B, JUESEH. YHE
B4 KA RER, BREis ERER G, CRTEH RS
20 HB) o fE il . A LT HELTAE A QREE, SAKE S
FLEGHEH K. Hlie, AATHRKR. BRoFOK,
BB THERRL BTN, Fldemrd. REMN. 5%
F. FUR. BN BRI Fert T, %Jiﬁiéz\"ﬂ’z@ﬁ%ék%‘éﬂ"
BT HZREBIAR, HldeK, AIENR—F 6 REAY, REH
25 MTHEZ MR, REKBARTOASLECESENE AR, i
A FALR . BFA . AR BRR. BioRA. B AR A .
FEAMN. REATH. BEANBSEZEEAFAHN. ATFURFFTHE
I 45 25 6 IRARBAR 69 38 B LI K (R4 H LR AR, Hldostr

19
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10

15

20

25

RENED. RARTAARENER), B, OB —ABPLLE
Fod B LB AT A Y, RIS Ak de MBI T Fo it A
SETHMESNL T, RARBARELT AR BB bR LBl 258K
FABE., RARARBRARATEMESN LB AT RAB X LY.
AT REFEEDGREBARTARIRBRELC BN SHHTHRS
Jodt )., |
fe—Ft X 2 FH RAKBAR A MR A9, BARK W B WS dE
Tl KB T VA oMk A de BB, BBt BARTRTERRF
BE. B THRZTEHREER . RFRA doAB Bl RMAE AR,
ALBERREFRGRAGE WA M TRART HibstL
B, HleBEAR. BEAXKTEHN. LEERETHEKAL
B, BHEHAGEDH X OIELE KERR SR, AER Tk
MEFAE TEHERXSKRALER K., EHAEALT, %4
HRSRARRE Y, LSRR ML B] K S 25425 6 RAK,
CRAEFBBAEN T XRRARIETY, WL FAMARA RSB AE
MiemE AL B G TREER. FRTARER R QL RIKBARG D
AR, HldeK. TB. 3UE(deHd. Ao_BfRAR 8.
CMNHE SRS Y, RAERTUAREGERF BERHL
HoEiE LR, |
AR RS LT AN ERF G XM ER LML, s F
BILRARL AT NBEARKAL T, KL P04 T A B ) &
KERRRY;EKER, CTALERGHBRIEZERN., AELHLESY
TABHREH, R B iAEF A E AL AW Fa T AL A 1 B4R
W R RER 2 R AT, EEM AR AER, FAAKEESYE
iR RS BB R, FARTUAAEFHX, L EFH. &
TR A BIRA Ao ) £ B (occlusive device), L& #) A2k F 7
AR KM RAREERRIL, TARB KBS KO HE, o
B Q478 VAR 14 3 R B Al 84 SR K L R R A2 3

20
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by, EFHEARELTUAR FHERERASHEALK, B LG
SEMRBRS (A REABRYEBRLERRS>NER LR, £
CHMEEEIKRT R 48,
AZ RS TR LR RAFBRBEAAR She b A7 E S RF %
5 Al B, AE SR Lk Lo A R A 54 &0 F iR H &
ATFHRERANSTRARE A SHAAREGITESRF ER TR
Z AR KA F LR EARBATEHA B ERF. BARHRT—F
RN KR, ZREAFHFde:  Smith, M. B.; March, J. March #
Advanced Organic Chemistry: Reactions, Mechanisms, and Structure, 'Eﬁ
10 5 #&; John Wiley & Sons: New York, 2001; #= Greene, T. W.; Wats,
P. G. M. Protective Groups in Organic Synthesis, % 3 #x; John Wiley &
Sons: New York, 1999 RA Fl &), #BOAARRAMBBARAR Sty
HIERAZ AR, TIARALRA THA R RZBA 4 &5
TRBOSH G ERT k. FIRI X Ptk abed KA — R4
15 R B & B R R T e F 5 IRAR AT

21
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A1
CO,H CO.H
5. & o
a NH
—_—
N’N N’N N
\ )\_] )
HyC HO,C
(1) (2) (3)
b

o ¢ ol |
ae! b
NN

(4) CORy X (5)

7 Z
'y
Z
=

O Ci
"*CL
N I;I N
d N%
OH

a. KMnO, (5.25 %), 1 NKOH, H,0, 60-65 °C, 4 +J- &, 2N HCl;
5 b. (COCl),, DMF(cat.), CH,Cl,, 0.5 :)\8F, ROH;
c. ()s4h A, 20M LiBH,(20 % %), THF, 1.5 J &t
ERAZ L, B a P, RATAHEPINKR)E 8L 4= H4EB8 47
EmMEs. BE 60-65°C. AKENRESMF L LR, 133 =8

22
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). EFH b F, QA L_BR. BHBERLT HBARLEY
CiBAFNLE, FEASBH_BRA, Zhoh#—FELSER
R @ by L2-ZROERXR=RFTRFFANEOLE, ABKERE,
AT ey iRed. |

5 FH ek BEREEG). TR o F, BAASEEN I
WE kT AT EMENHLREF I MEELE, RFHELG T
B2(6).

#ufg 11

o dCl O dCl
gOOR Y
N N= \

(6) oH

s;\z
OR,
d R-Z, H BEF

MH R XOX XA A, ZRAW TR Y E MR
B, #HR RARFERE. FraE o AR E L, BT KE,
BRI, WHTURLRERSHER, AR I +, ME
15 B%.(6) 7T vAi# i R (6) 4 It AL R B AALARAR I K B B4 800 (7). £
BT AR —F MBI, RAFERSWO)ATE . Rt X
o, Ak R-Z: 9 RyFX Wk, Z ABEXEARA, Fllfa ik
F&. £RBRTF. Z AT HB(-OSOCE)REFH5. KFZLHRN(H
4=/ Mitsunobu L% ¥); CIERLERK, FlEBRETZTEB. —F
20 RAETE., W, ZRXABIXEBRTFALT, 5H(6)ERAMRB
AR TRAE, Fit—FIE%E O i B ALK R 4o 4-(N N-
—R R RA)RRALET, £-78°C~80°C B JU/INBF, MdRFR
89 B5(7).

10 (7)

25

23



200380109593. 5 oM P ZE20/261

LX EZ €3
A 7 53
XK
5 Fii RAER R 6130 A 6-7 Rl Kyt X &, %& A Charles River

Laboratories (Crl: CD (SD) IGS BR), #£#4£ 16-18 )"0t /5 & ¥ /£ 180-
250g 19, EHEZE, A XA HEEXIRBRBAGESAT T
fEEARER, ERRSIMHAFHRELHZE, LHRY 3 RAEFR
SARE., ARPEANYELREFAERLTH L ERERLA.,
10 FETHAARTREZA T EEYHhERALaMRAETEN. L4
MERERFHEGRA. AAFVAREERATERSY “£H
NYYEEARREH” EBTEMIF T 4L AAALAC AIEHIEE T 4
SR, EHIRER 18-26°C, #4lAaxtBEH 30-70%, 12 JEFA
IRARERHAEIR, RAALAN, A DY THEE T RIER
15 o-#-t7h & S # & (Certified Rodent Diet) (TEKLAD)S F $45. B
AAVIAN, DM TAME ALK, HATGERER, AR KT,
BMEKAF B ETHEYHAFRA Y. TARLERY O LT E
Y. AZHaAGEYN, ZRFRGALFIDPEEEAEZTLT
E, HETHZNHHBFIBAELRFLE, FHERXRELSTH
20 K EAFILHR T .

BT ) 1)
AT SRB BT F A4 20% = F ZA(DMS0)8) 0.25% F 4 4 4
. BEA S & G 4E& lml = F BARA 4ml 0.25% F L4 4 £ K48
25 KERGBERERER. FE&E, BYNABREEERR, EH
HMBL BN FHETIR. |

24
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RIS B
B\ FRFE, BLEHNAHERT 10 mL —FERAF,
FAN 4.0 mL 0.25%F £ 4 X A BAKER, HE&FRLSHEH],
AL EIRRA.
5
RBHE

AR 3 % 2 ARE R. M. Taylor f= J. G. Topliss, J. Med. Pharm.
Chem. (4)312, 1962 #4757 ik i#tAT. EXBFFHATATH X LR 16-18
DB, RS BIR K STOA B koK, BB SRFLET 1 NN, A
10 KEHE, KEBARE, 585 BANABRK I A BAREH DKL
WFR ERKFRAR Y, FERELTFTELTHENEY. FTHFH
YARE 10 mgkg ¢9H L FHARMBYRES 2.0 mg/mL #HHF . o
Bt E, KA LBPE 25 mLkg v RAMK(Roaring Springs Water
Company, #%5: 01120109371, %##12003 £ 1 A 12 B), X &i@
15 SRR H R RE IR RBEA . KR4 DS S4B 6
FE A 4B (ES 54 B R ARARAR, SFm & S 4g pH 44, 4 Hitachi
Model 704 § ShiLF oA LER 4. AR B T ARLBR K
E. RESERSEERER Advanced Instruments Osmometer i# 47
s
20 B EHERE, RSB CO, T &% RILm Tk,

Stk AT ik
. BFEBTHURIREATHE 100g ik EHe LR
Rt EQ WK, HAlLA Mt Al &, pH. SBARE AR
25 BEERAMHAKRETAFHUIAHK, ALARANS
WHAI AT ENAT, ARG RFHHR.

AR 4
A1 Fn 2 RBT KL RAH 7 AR S BB H) (A xt B )= 5

25
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10

15

— P& AL S (Fa T PR LAk 64 2035

&1
A0 JR%-F 10 mg/kg 89 3EF F BB A 5 AT K K P AL Adh fe R B
st AHEE E4 pH 6 30R
FE | AR %R & pH
(mgkg) | (mL) | %7 FH XA

A A* (-3118) 0 55 0% 6.77

A P8 B** (+3F B8) 10 1.0 Bk 82% | 6.50
A 1 ALAdpr+* 10 1.0 Bk 82% | 6.42

* 3k & MAL-S-4h (B 7))
*[2-F-4-(3- F A -vbr-1- 28 )- R K J-(5H, 11H-st 75 55 [2,1-¢][1,4]
R REEA-10-4)-F 8
¥ (1-[3-F-4-(SH-t8F[2,1-c][1L4] K # = R 2 & B -10(11H)-£
BA)- KA 1H-vitr-3- 45 ) 7 B2

&2

F2 0 R4 10 me/kg ¢ B FHBRAK 5 H KK T AR AS o 5 B A

R R #100g e EHhey | HF4 ke mEq | FFERE
WA BERE
mEq/L | mEq/L | mEqL | pEq | pEq | pEq | mEq | mEq | mEq | mOsm/kg
Na* K* Cr Na* K Cl Na* K* Cr
£BA 10.0 75 100 | 255 | 19.0 [ 25,5 | 0.055 | 0.041 | 0.055 1980
£BB 25.5 758 620 | 12.0 | 357 | 29.5 | 0.026 | 0.076 | 0.062 1564.5
ik 35.0 67.5 52.5 | 16.0 | 304 | 23.5 | 0.035 | 0.068 | 0.053 8325
A4

T &E &) KAEFRFHARREBFRLAGEE. R AHY—

1038 L AT R B AR €55 HTvA 254nM UV AR BRI ZEH 98%
RE KRG IR B T AMIR), BERSEIAABREGEBEREHK. &

26



200380109593. 5 oM P ZE23/261

SN BIERE AR KB Vo LB BKAEK cm? B X9k K. Rk
BIREARTN miz (BX; T EHSHEREHE, BRETHX
M #ir F Aot 2 R EMHH]. Bk RKIBRE AW FLT
HEEAERGIRY 0 W EFT 50X —%43(ppm); BIHERERN. BF
5 BAG R, Ak-ARREBSFTHREIUAMBHELE T,
HEZEMBES: s, B d, W t, =84, q, WESE, £
i X br, 5%, AR TLE A B FELSE Bk, @it 2-D
EIHATAEMBE, FF BC NMR L35 469)28. AT ESLH
H80 B &, TREFZBRFAFIMABKR T,
10
EHkp) 1
FHa
1-(4-R R -3- KA )-TH-vtbek-3- F 8%
H R AP 2-R-4-(3-F H-1H-vtbek-1- )X F8(7.08 g, 30.0
15 mmol)F= 1 N SEAL47(30 mL, 30.0 mmol)é)KiE% (200 mL)In#k £
60-65°C, FF7& 90 £-4F A o Ak 64 BIAK 42 BaAv(% it 49.78 g,
315 mmol, 5.25 %B)RHAL T, RAMEMM 25 N EH(EE 4 1),
BHETRE, TERRESY, RTHINAEGYH. BEHWAETFT 2N &
B, ALBRTEQ )RR, 438 FH AR KEE, A RKAERLMR
20 Fig, TR, ATREEN, NLBRUB-—LB-TRASD P& S
&, FEAFAMAEH(1.27 g, 4.8 mmol, 16%)8)3¥) 4 B4k, 1.5 260-
263°C; |
MS [(+APCI), m/z]: 267/269 [M+H]', & —/A&EF:
IR(E4K), V.. 3000, 1695, 1600, 1280, 775 cm™:

27
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'"H NMR (400 MHz, DMSO-dg) 5 13.31 — 13.29 (br s, 2H, -CO,H), 8.75 (d,, J = 2.6
Hz, 1H, ArH-5-te¢ ), 8.10 (dd, J = 1.3, 0.7 Hz, 1H, ArH'-2"), 7.98 (s, 2H, ArH*-
56),6.99 (d, J= 2.6 Hz, 1H, ArH-d-wtog );

3G NMR (100 MHz, DMSO-dq) 5 165.8 (s, 1C, C=0), 162.6 (s, 1C, C=0), 146.2 (s,
1C), 1415 (s, 1C), 133.4 (s, 1C), 132.7 (s, 1C), 130.4 (s, 1C), 129.0 (s, 1C), 120.4 (s,
1C), 117.3 (s, 1C), 110.8 (s, 1C).

FE®Rb
1-[3- 8 -4-(SH-wt 2% 57 [2,1-c][ LA R HF — R & R B -10(1TH)- A LK
5 A J-1H-vibed-3-F B2 F B850
2-F-4-[3-(SH-vte&- 51 [2,1-c][1,4]3K 5 = .2 & B -10(1 TH)- K 3 36)-1H-
rbed-1- KK F B8 T &
EERIJAFMHT, @EHG 1-(@-RA3-RXKEL)-1H-ibe-3-F

A2(0.81 g, 3.0 mmol)A=— F 2 ¥ BtA(0.02 g, 0.30 mmol) £ = & F 4%(10
10 mL) % ¢ &% % P iEHe L =B R(0.76 g, 6.0 mmol)éy — & F 1%.(10 mL)

Bk, TRHEH 025 DB, AR BREA 10,11- = K-5SH-wEgF

[2,1-c][1 41X HF =K & &HE(0.55 g, 3.0 mmol)f= NN-—F&RA T

(0.78 g, 6.0 mmol)#) — R F IR iRiEALIE, TEHI 0S5 B,

ARKTEGO mLYERREHALZRTHEAREY. REWETT
15 BMTEEFRAR 1 N &BfRKkdk, AAKRBRMTIRE, A4

WitsE ey IR LIR, REFAFEKS: A5 A(0.54 g)f4%s B(0.72

g). @ ITH|EA A8 F BokAn &3k, & Primesphere®4# & 4£(50 mm x

250 mm) b, B FERTEE-THEE0: 60)RAME 85 mL/o4bed i

BT HRBL, BB AFB, 5 EEFNLESY A02 g, 0.44 mmol,
20 15%)#= B(0.16 g, 0.36 mmol, 12%);

ot A: 1-[3-8-4-(SH-wkoB5[2,1-c][ 141X HF — R £ B - IO(IIH)

BB R A]-1H-vtkr -3- F B; F B,

s AR

MS [(+APCI), m/z]; 447/449 [M+H]", A—AREF:

28
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"H NMR (400 MHz, CDCl;) 3: 7.97 (d,, J = 6.6 Hz, 1H, ArH-6), 7.85 (d, J = 2.6 Hz,
1H, ArH"-5"-tot ), 7.70 (d, J = 2.0 Hz, 1H, ArH'-3"), 7.46 (dd, J = 8.3, 2.0 Hz, 1H,
ArH-5), 7.24 (m, 2H, ArH-9, ArH'-6'), 7.08 (id, J = 7.0, 2.2 Hz, 1H, ArH-8), 7.04 —
7.00 (t, J=7.9 Hz, 1H, AtH-7), 6.97 (d, J = 2.4 Hz, 1H, ArH™-4"), 8.68 (t, J = 2.2 Hz,
1H, ArH-3), 6.09 (br s, 1H, ArH-1), 6.06 (dd, J = 3.3, 2.9 Hz, 1H, ArH-2), 5.70 — 4.72
(R4 4H, ArH-5,11), 3.95 (s, 3H, -OCH-3");
*C NMR (100 MHz, CDCls) §: 166.8 (s, 1C, -C(O)N-), 162.2 (s, 1C, -CO,CH), 145.5
(s, 1C), 140.1 (s, 1C), 140.0 (s, 1C), 135.2 (s, 1C), 134.6 (s, 1C), 129.2 (s, 1C), 129.1
(s, 1C), 128.6 (s, 1C), 128.5 (s, 1C), 128.4 (s, 1C), 128.1 (s, 1C), 125.5 (s, 1C), 121.8
(s, 1C), 121.0 (s, 1C), 117.5 (s, 1C), 111.0 (s, 1C, ArC-3), 108.1 (s, 1C, ArC-1), 107.7
(s, 1C. ArC-2), 107.0 (s, 1C, ArC-11a), 52.3 (s, 1C, -OCHs-3"), 51.0 (s, 1C, ArC-5),
45.7 (s, 1C, ArC-11);
£% NMR %% (NOE. COSY. HMBC)# % 4 #M) )3 B R F 4545,
o4 B: 2-#-4-[3-(SH-wtbeg- 57 [2,1-c][1,4] K 5 = f 4 & B -10(11H)-
5 3 H)-1H-vtbek - 1- 30 3K W B2 F &%,
& 153-155;
MS [(+APCI), m/z): 447/449 [M+H]', 4 —/fEF:
IR(E4R), Vmax: 1720, 1645, 1600, 1495, 1270, 1195, 775, 750,
725 cm;
'H NMR (400 MHz, CDCly) 5: 7.86 (d,, J = 8.3 Hz, 1H, ArH"-6"), 7.78 (br &, 1H, ArH'*-
Stoited ), 7.46 (dd, J = 7.5, 1.3 Hz, 1H, ArH-6), 7.34 — 7.23 (m, 4H, ArH-7,8, ArtH"-
3" 5", 7.08 (d, J = 6.8 Hz, 1H, ArH-8), 6.75 (br s, 1H, ArH'-4'-stek ), 6.65 (¢, J =
2.2 Hz, 1H, ArH-3), 6.09 (dd, J = 3.3, 2.9 Hz, 1H, ArH-2), 6.05 (br s, 1H, ArH-1), 3.93
(s, 3H, -OCH51");
3G NMR (100 MHz, CDCly) : 165.1 (s, 1C, -C(O)N-), 161.7 (s, 1C, -CO,CHy), 148.5
(s, 1C), 143.4 (s, 1C), 142.0 (s, 1C), 135.4 (s, 1C), 132.8 (s, 1C), 129.3 (s, 1C), 128.5
(s, 1C), 128.2 (s, 1C), 128.1 (s, 1C), 127.4 (s, 1C), 126.9 (s, 1C), 126.3 (s, 1C), 121.5
(s, 1C), 121.2 (s, 1C), 115.8 (s, 1C, ArC-1), 111.2 (s, 1C, ArG-3), 107.7 (s, 1C, ArC-
2), 107.3 (s, 1C, ArC-11a), 52.5 (s, 1C, <OCHy-3"), 51.4 (s, 1C, ArC-5), 45.6 (s, 1C,
10 ArC-11);
A& NMR F£ENOE. COSY. HMBC)# & 4k #) Y3 B i 4545
CoH,CIN,O, 643+ B {5: C, 64.50; H, 429; N, 12.54, m%44: C,
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64.16; H, 3.95; N, 12.40,

TR

{1-[3-F-4-(SH-rt& 31 [2,1-c][ LA R HF = R4 & B -10(1 LH)- R B K

5 A )-1H-wthede-3- 3K} ¥ B
B ptaeey 1-[3-R-4-(GH-wbE- 3 [2,1-c][1,4] R HF = R4 R B -10(11H)- &
2 #£) % 2 ]-1H-ved -3-F 84 F82(0.14 g, 0.31 mmol)#y w9 Sk s (S
mL)Ae & B %, £ 1.5 DA ASRES 1ml F404 2.0 M B RAL4E
W9 Sk bk (Gml, 6.0mmol)E, AHETERE, REFA2NHE
10 BMRR, A CBRTEEQG )RR, SFAsaAKkE, ALK
MBS T IR, Sk, FAZTRAKREGY. ATEART AR
HRAMAMEREY, RFAECLEIAHRK, HRAHERERG
Mok AR €, 383%, & Primesphere®# A& 4£(50 mm x 250 mm)_E, A 100%
WA T AL 70 mL/4g4Pey R e, RTFEMNE, F2H
15 K 6T EAR AR A4(0.05 g, 0.11 mmol, 37%), 4.4 85°C;

MS [(+APCI), m/z]: 419/421 [M+H]', 4 —A&&TF;

'H NMR (400 MHz, CDCly) &: 7.79 (d,, J=2.4 Hz, 1H, ArH"-S"-sitee ), 7.62(d, J=
1.5 Hz, 1H, ArH’-3'), 7.60 - 7.30 (m, 1H, ArH-6), 7.39 (dd, J = 8.3, 1.8 Hz, 1H, ArH'-

5, 7.24 (d, J = 8.3 Hz, 1H, AtH'-6"), 7.19 (br d, 1H, ArH-9), 7.08 (td, J = 7.5, 1.8 Hz,

1H, ArH-8), 7.00 (m, 1H, ArH-7), 6.68 (t, J = 2.2 Hz, 1H, ArH-3), 6.44 (d, J = 2.4 Hz,

1H,  ArH"-4"-nted ), 6.09 (brs, 1H, ArH-1), 6.07 (dd, J = 3.5, 2.6 Hz, 1H, ArH-2),
4.80-5.50 (¥ m,4H, 5 & 11H), 4.74 (d, J=5.9 Hz, 2H, -CH,OH), 1.96 (t, /= 5.9
Hz, 1H, -OH);

¥C NMR (100 MHz, CDCly) 5: 167.1 (s, 1C, -C(O)N-), 154.7 (s, 1C), 140.6 (s, 1C),
140.3 (s, 1C), 134.6 (s, 1C), 133.7 (s, 1C), 132.4 (s, 1C), 129.8 (s, 1C), 129.2 (s, 1C),
129.1 (s, 1C), 128.6 (s, 1C), 127.9 (s, 1C), 127.8 (s, 1C), 125.6 (s, 1C), 121.7 (s, 10),

119.7 (s, 1C), 116.2 (s, 1C), 109.1 (s, 1C, ArC-1), 107.7 (s, 1C, ArC-&)‘ 107.0 (s, 1C, .
ArC-11a), 69.1 (s, 1C, -CH,0OH), 561.1 (s, 1C, ArC-5), 45.7 (s, 1C, ArC-11);

C,H,,CIN,O, #43+ B45: C, 65.95; H, 4.57; N, 13.38, nlZ44: C,
65.69; H, 4.97; N, 12.58,
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