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FACHZHARAEY FFRA L WAL Gk H T, A e 5 1E 69 LAt 7 4
R R iFe-ARE, REESKBRELETHRAMBAY, &
ERMERLY. AGABRBAARARSER, pRLERFTLYGE,
THAMENHAL, AHEEZZRAGLEY.

AGBRBRAARRSER, FRARAMAGRREAHALHELALN
M ERGBREBEEHAME. BXBEARMEGRRETES R
b E A EIA, REBERARBERKA R XA oty F A A
kMIF. BRI, FEALBLRADERAGEA MG 5-HT.. B A,
ERELZHELCALPRESHOA A TR, e, THETET
A ALAESHERELZHTARE AKXFHREORR. RET
BRI RBEBEARAERBELHETRE, AKFAEGBEK. X4,
THEERAKFHEGE, b, THRARABARFHENX
B, THaBEERALFERA, AKRFHEGRRLED.

TERHE LR ZIATENARERD TEORALRLS DN

&1
5- A T8 X =k b

2-(2-B-4-BAXAR) LB Lo B

% 20 g (105 mMol) 2-i%-4 RAB £ 211 nL —FAFEEA
AR T MmMA 15.8 mL (105 mMol) B B %%, KEMA 14.5
g (105 mMol) R KB E4. REWRZRGMWAEARAA T A TR 18
I, BERAREBRASYRERS, FHAEADAE 200 oL TR T
B L5 200 IN R AAAZ MR, 5 H &M, FH TR TEMM 200l
Kk, FHTHLR. @R FMmA 100 nl 8 T &4 20 nL K.
RESBH LR UEBMAILEIIRAE. ¥TLRLEMAEM 200 nL K
k. BizHALRE ZEALRRAEKIEAEIH. HirREAHE 7000l
LRLEYL 780 mL K 4. RENLEZAKE (1600 nL). A
WA R BB AE TR, JFRERS, RIFT 26.4 g 82%)ME S,
AEmehkh., RGO RPKMMA IL FEREE. 5524,
AaBERAMNMTE, FREKRS, XEKFTL6TgMELED,
AgBEmKRY. MEFHHEFEAH31.1 g (96.7%).

R4k
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¥ 109.4 g Amberlyst-15 & 707 nL KX P RSB MmE A
ABiEEHRABEEKR., REBEDAZHTHALGKRREY 500
mL. KGR 2 P H&@izRAW P H M 109.4 g (356 mMol) 2-(2-:8
-4-AEBR) LML %8 A 40600l REFTHER. BRSO E
HMASHTHE, ez LK, SEAERBERPRAERIH 44
A, ¥ZRAEREGHWAEHREER. HEHA 400 oL — K FrL it
%, FRAFGERRERS, RKHAT 102 g L& HkdY. Hiawh
KA 500 oL ThHES, FRATBKREZLL, RATRER. 4F
SR EFHAES, FRERS, KFT 39.6 g (52%) A4rA4t
o,

1H-NMR(CDC13): 8 7.75 (4, J = 2.1 Hz, 1H), 7.27 (44, JH,H =
2.5 Hz, JH,F = 8.8 Hz, 1H), 7.25 (dd, JH,H = 2.5 Hz, JH,F =
8.3 Hz, 1H), 6.85 (4, J = 2.2 Hz, 1H).

H& 11
4-F A K -T-3% X Jf kv

2-&-5-WERAXHA 4-£2-5-FALESH

#40.0 g (322.2 mMol) 3-FARAEAXBE IL THFHERER
ARATAHZE0C, QuANGERFPABERANRSODGRELKL
0CHyik (K% 2 ) EMm 57.35 g (322.2 mMol) N-:B 353 BT
Befe 500 mL ZH P M ER. MAZRE, BERERESWAE 0CH
HY 100, REREXRS. ¥ERLD AR & ®, faddi
REBARGEK, KERREXRS, KFTEALFHERGRED,
At hkY.

Kizmkp#fFraRkEiEd, AESH0-30% LB LEN K
AGRTHERM. BAARRERT RGALSH B 4HH, Fik
FEX %, KMFT 18.1g (28%) 2-:8-5-F A A X8, HE#69#&AK.

lH-NMR(CDC13): 8 7.31 (4, 1H), 6.6 (d, 1H), 6.41 (dd, 1H),
5.5 (s, 1H), 3.77 (s, 3H).

KAEAERRMTRAOGAL, GBS, FHBEXRSE. Kzt
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Mt AT &S, AR PRk, ¥4 ALK Esheg 4-38-5-
PTARAEXBOEHyEF, FRERS, KT T24.1¢g B1%)8ER
ek (n.p. = 68-69C).

Ig-NMR(CDC13): & 7.34 (4, 1H), 6.45 (d, 1H), 6.33 (dd, 1H),
4.9 (br s, 1lH), 3.85 (s, 3H).

2-(2-8-5-FARAXEHR) LB -_LER

¥ 16.0 g (78. 8 mMol) 2-3#-5-F A I X B>, 10.9 g (78.8 mMol)
B4, #015.5 g (78.8 mMol) £ LA — L4 A 300 L —F A ¥
Bl PR WA 142Chmk 16 M. REREZRERSGHAHE
Fm, JF4kM 100 mL 2N A 8L 500 nL 2R LEHB. ¥Hix
RAHM ILKREE 2R, KA KRAZRMAFN 300nL YLK T
BEEIR 2Kk, A AMA, B ILAKRKE, A ILEFILAKE
RLE, MBEBRETR, FtRERS, K THELREGS, AHKBEH
kM.
/819

17 g $ 58 4 500 nL AX FHRE WA 80C, HHT mik,
B30 a4z asmPiEm16 g (50.13 mMol) 2-(2-32-5-F A&
XERA) LM _TH®EE 100 oL AXTeEk. FHERGMHE 80
CHH 5 DH, £ 120CHB 2 MW, ¥ZzRERADAHEER,
BRAXERMBERAE $BB Mo . BHEBLVWRA LY. &
200 mL W L@ k%k. HAAAMMEI, FRERS, KFTHE
MEhRY., FhRkhtfTakE &%, REA4H 0-5% LR LE
MOURBFTHERR. &SR HNEBS, FTREXRS, RFT
11.3 g (99% ) A#FAE&H, A EEHKLH (n.p. = 60-62C).
EA: CoH.BrO.#9+t 54: C, 47.61; H, 3.11.
L@ 4E: C, 47.40; H, 3.37.

& III
5-i%-6-F AKX ik wh

A 23 g (113.3 mMol) 4-2-5-FREAXB 4, AAL@d4

HITPHMAGFTERRT 16.2 g AL dW, HaGAKELR.
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H & IV
4-38 K Stk v Fo 6-38 K I =k h
2-(3-B#XRHR) LB _LEH

¥ 10 g (57.8 mMol) 3-BEXBAE 25 nl —F A FEBE THER
AmE 2.8 g (70 mMol) &4b44 (60% # b BiFR)A 30 nL —F &
VEEBEAGRSDT. MALTRE, ¥ ERAERAGWEFE 1D, &
GEERERASH MmN 9.7 nL (64.5 mMol) 2 LR L% &, Jf
[rriFRsmilE 153CHEHBE 2 M. RERXZRAERSGWAHESE
=, M 300nl ZEAR., BERSWAHN. 54 150n]l K%
%, B 50 mLiafe R ALAKE RS, AARE TR, HFREXRS,
KR TY 1T e METY.

1H-NMR(CDC13): 8 7.15-7.05 (m, 2H), 6.85 (44, 1H), 4.8 (t,
1H), 3.95 (d, 2H), 3.8-3.55 (m, 4H), 1.25 (t, 6H).

T AL

¥ 17 g (57.8 mMol) 2-(3-B#XAR) LM _L%E® Y 17.5 ¢
SR AE 400 nL AX T REWAEBOC K 20K, FERAELRE
MAHEER, FRAIENEHERTHEBER. $55ERABL. 54
150 mL ¥ ZEt sk, HAMAANMEF, FRERSG. KELDE
TL®Y, RANAAKEABPERAAKRER. K. folof JAH
KERKEE, AABETRFRERS. BRLBRDIAEKEE
i, MM,

BEOARRERT kg FHRGIES A, FmEXkSE, KET
1.7 g (156%) 4-2X3t=kvh.
EA: C:H:BrO: it H {4: C, 48.77; H, 2.56.
SR 4E: C, 48.89; H, 2.72.

KRR BEBT kG FHARGBS A, FmEXRS, KFT
2.5 g (22%) 6-3£ % f=vh.
EA: CsH:BrO: #F 3 4{4: C, 48.77; H, 2.56.
SR 4E: C, 48.89; H, 2.67.

W&V
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B k.
SR MS: CHBr0,: #+ H44: 225.9629. A {4: 225. 9626.
# & IX
4-R-T-# X Ik
A5 g (26 mMol) 2-:2-5-AX®A 6.5 g (39 mMol) ;& @ —
LHBET, ARXEAIHE IV IRESGTEHNFT 3.3 g (59%)
AL Y.
EA: C:H,BrFO: 13- 14: C, 44.69; H, 1.88.
L@ i: C, 44.44; H, 1.91.
& X
5-&-T-R K ¥ =k
A 20.5 g (108 mMol) 2-RA-4-EXB 4, XA L@AIHEI
PREGFEMNGFT 3.0 g (13%) KAEALESPY.

la-NMR(CDC13): & 7.65 (d, J=2.4 Hz, 1H), 7.50 (d, J=1.5 Hz,
1H), 7.19 (dd, Jy=1.5 Hz, Jp=8.3 Hz, 1H), 6.76 (m, 1H).

# & XI
6—#—7—i% Xt sk b
B 7.5g (39.3 mMol) 2-8-3-AE®B I+, XA L@ATHE IV
PRAGFEHST 10.83 g (90%) 2-(2-#-3-AXAA) L=
L% B,
A 5.0 g (16.3 mMol) 2-(2-#-3-REXARXR) LB _LHEI
, AR EBIHEIVIHESGTERNFT 2.2 g (63%) KAaM4L
P .

P

# & XII
5-R~7- & X i =k v
A 25 g (120.5 mMol) 2-:8—4-REx®m 4, XA L@ HE IV
PREGTEMNFT 41.16 g 2-(2-#-4-AXAKR) LB _LHEEA
., F—FKorzahHERRTRREE%L, KFTHINHES.
EA: Ci.HBrC10,: # H44: C, 44.54; H, 4.98.
SR 4A: C, 44.75; H, 4.97.
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5- i X Jf =k wh
A 10 g (57.8 mMol) 4-£2 X B ¥, RALBEHE IV
R T ERMAFT 4.2 g (38%) KAxALoH.
EA: CsH:BrO: i+ F{&: C, 48.77; H, 2.56.
L@{4: C, 48.51; H, 2.46.
& VI
T-# X %h
A 10 g (57.8 mMol) 2- X @4, RALBEHE IV T H#
EeHEHFT O g (45% ) KAFALESD.
EA: CsH;BrO: +#} J{&: C, 48.77; H, 2.56.
SR {E: C, 49.02; H, 2.82.
# & VII
65— A A -7-38 K F ok
2-8-4-F &I X By

A 0C, A 30 244 2.6 nL (100 mMol) ;2 & 10 mL — AL
ek A ME] 12.4 g (100 mMol) 4-FHRE X B £ 20 nl —#Adb
BN ERFY. 3004/, BmfE 100l =it F ey 1 ol 8. &
BREREBEMBIERS, FRELDETLE Y. HaERIEKK
A 100 mL K F= 100 mL & fe RACA KR E R L&, ARABRETHRIFBE
Kas., BELDAITHKEELL, REA0-20% ZRLE® K
RATHERM. B RTHBy, R AR, £4327 11.6g (57
) ENRESY, ABKRES.

1H-NMR(CDC13): & 7.0 (4, 1H), 6.95 (d, 1H), 6.8 (dd, 1H),
5.15 (s, 1H), 3.75 (s, 3H).

A 11.5 g (56.9 mMol) 2-£-4-FELXX®m T4, EAA L@
W& IVEREGHTXR, #IHFT 4.5 g (35%) KA LEH.
EA: CH.BrO.: % 4{4: C, 47.61; H, 3.11.
S@4E: C, 47.79; H, 3.13.
& VIII
6—F F A -7-38 K 5 ok v
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20 g (61.8 mMol) 2-(2-2-4-RAXEAKX) L _LHER I,
EAEBERNE I PHEGTERNFT 4.48 ¢ (31% ) XAk S
.

EA: CsH,BrCl0: #J44: C, 41.51; H, 1.74.
SR 4E: C, 41.67; H, 1.78.
& XIII
4, 5- = R -T-# X =k vh

A5 g (23.9 mMol) 2-38-4,5-—REB T, AAXLAIHE
IV PR FHHFT 7.05 ¢ (91%) 2-(2-3%-4,5-— ®HXAK)
LR LBk,

EA: C.Hi;BrF.0,: + F{4: C, 44.33; H, 4.65.
ZM{E: C, 44.34; H, 4.41.

A 6.60 g (20.3 mMol) 2-(2-#-4,5-—REXAK) LB L%
BEF 4, RAALBARNE I PRHEGFTEHAT 0.42 g (9%) K4F
A,

EA: CsH:BrF,0: i+ 44: C, 41.24; H, 1.30.
L@ {i: C, 41.20; H, 1.51.
# & XIV
3-W A -5-R-T-8 K =kwh
1-(2-8-4-REX A HK)-2-5 &

¥ 1.9 g (10 mMol) 2-8-4-# %X & . 0.92 g (10 mMol) & & &,
0.1 g #4479, #= 1.4 g (10 mMol) KM 474 100 mL w3 Rk ¥ &
RAYMmB A 4D, BRERSCDRERSE, FREADE-AT
h5 INARAARZI B, 455, FRAKBA_ATRALSF
R, AFAMA, B 1NAEAARE, AEBRATRIFEERS.
H[ELDHITRKEELL, ALSA 20% CRLUEG TRER. &
FAREHOMS, FREXRS, KFT 2.7¢ (100%) M Edd,
4 a & E4k.

AL

A 2.7¢ (10 mMol) 1-(2-:#—4-REAK)-2-AEA 15 g $ 5
BT, ARXE@SIHE I PREGFEHAT 2.03 ¢ 81%) K
WA SY, AKX EBRKL .
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2-8-3-FH KX B

22 g (177.4 mMol) 3-FAAXE /£ 30 nL — Ak P o9
#& % m % 100 mg (0.525 mMol) & F X &5 & — K44 A& 10 mL — &%t
MANKERY, AEHAK/KETAH ., BFE1LIHE, BEZAER
A4 M 300 mL LR AE, REHKAM 100 ml 0.1 N & AAHAF 100
nl fefe RALAKEREE. FHEAANABRARE T RIFRERS.
Brrigh kA, KEAL 110- 130CHHS, KELE 5 N L&KL
Wi LBRZ 458, 25 EANM, RAAKRP ZAHKER K
#, MBARETRIBRERS, KFT 27.1g(73%)w Abwp—2-%
-WaAAXiAm,

l1H-NMR(CDC13): & 7.18 (t, 1H), 6.65-6.60 (m, 2H), 6.50 (dd,
1H), 5.4 (t, 1H), 3.95-3.90 (m, 1H), 3.80 (s, 3H), 3.62-3.55
(m, 1H), 2.0-1.6 (m, 6H).

A 15 544 33 mL (52.8 mMol) E T X 42 (1.6 M X ER) A
MmE 10 g (48.1 mMol) WA wwh-2-3 3-PALAX A& A 100 nl
WARKRMANERY. EERBEFH2.5VHE, BFERBERS WA
20C, XKE#HMm4.6 nL (53.2 mMol) 1,2-=2 k. ¥iZRA PR
CHEEERAY 4., REXZRERASMMA 50 nL 1 N &
WA, FEF LN, ¥KEA=ZH. 54 100 oL 4 LB FR, &
FAMA, FM5NEARALALS FR, FiX kK EREESHF,
FEK/ KB AF ., AONLEBRKZRERG PHATEYL 1, KB
AEZ4. 54 100 nL 9§ TR FR, S X LR FERGER, FRaf
FAAKE R EE, AERETRIFRERS. st hitiras
JREEHA, AEAH0-10% ZRLENOLRAEFTHELRK. 2H45
R ERSHGy, FRERS, K57 2.91 ¢ (30%) %44,
HEEEL M.

EA: C.H.BrO,: # F4i: C, 41.41; H, 3.48.
SR {4: C, 41.81; H, 3.46.

A 6.9 g (34 mMol) 2-#-3-FTRAAXBmF ¥, AALBLHE

IVEREG T EHMAT 3.2 g (41%) AAHLbW, HFERGAE
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%J% XV
2-F XK -5-R -T2 XK f=kwh
2—(2—5,%—4—%25%9;%)%&&&%

4 15 g (78.5 mMol) 2-:#-4-#A X & . 11.2 mL (86.4 mMol) 2-
BRBLE. f 13 g (94.2 onMol) B4R RS W m A BA 3 A
FiZe R EMmAN 0.1 g8ibsy, Fo4EmK 200, BZRERESY
AEXELBLEZHAS R, 2558, ALBRLEZXRKM. &FF
AR, AR A RERER, RAABATE, SFtREXRSE. ¥&
AHRTRIKREHESL, AESHE L% LRLEGLIER, 5F4H
Gy, FRERS, KMT 19.8 ¢ BT%)MERESY, AE
wHgmRY.
2-(2-£-4-F K EK) ABE

¥ 19.4 g (66. 7mMol) 2-(2-:#-4-R AKX AKL) A A LE £ 400 mL
YEAPHERAIFZ-T8C, A 3524 # m 100 mL (100 mMol) A4k
ZHTHAEEOAM PERZER), MAZRE, BZzRERASWMA-T8C
FHH 20 04, REBdmATERFIERE. FERAERGHE
HEER, REAEPERBEANNKRERLE. RzRASWEHF 30 &
B, REMLBRLEBASFR, &AM, AARATE, FRE
e, H457 16.9 g EShemEY.

R4L
A 16.5gZMEHE A, ARXEATHE 1T PHE a7 EH
#75.2 g (HTERAFKAATERL 4% ) XAFHLESD.
# & XVI
5—FE K -T-i% X jt =k wh
S-AE A -T-38 K ok wh-2-F B 47

# 11.0 g (44.7 mMol) 2-# A -3-£-5-A A X V&, 5.56 g
(40. 24 mMol) B B 47. # 8.0 mL (46.95 mMol) ;& & — B — L& A&
55mL 2-TE P HRAVMARAL IH. BEEABEROBANES
o, FFREXRSG. BAELWE 450 0l L&A 250 mL K X 8] 45 &,
BEMAHARRE pHAFT EH 1. 95354, AFHH. 54 150 oL
CLEREERAKAR. AFAMA, B S0nl e RAAKEREE, AR
BRETHRIFRERS. WELWET 200nl LB, GHFmA 4.8
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g (85.5 mMoL) LR 4L47. EMAEFRARABLEERKE 1 MM, &
R ZESRAIETER. 4 180 WE, ¥uaRdSWiTE, FARE
FR, FHT14.1 g (8% EHLEY, AEEEHK,

13C-NMR (DMSO-dg) : & 160.3, 159.8, 154.0, 143.9, 129.7,
122.2, 117.7, 108.0, 103.8.

5-FE R -T-2 Xk wh-2-¥ &

# 11.5 g (35.5 mMol) 5-A X -T-:& X =kwh-2-F A 475 36 g
Dowex 50WX8-200 W fis/e 1.6 LY B P RS EAELRBH 1 D H.
KFizREDIE, AR ERRERS. BELWAY 800l 7 E#H £,
FAERAB ERBARE. FEARGHWAFEZER, FIE. ¥E4H
AT T®]R, KFT6.7T¢g (66%)FEHEY, ALERK.
mp. = 257C (4 )

MS (FD): m/e = 285, 287 (M")

EA: CH.NOsBr: it {4: C, 37.79; H, 1.41; N, 4.90.
%A {4: C, 37.81; H, 1.55; N, 4.77.

BB

¥ 0.42 g (1.47 mMol) 5-A KA -T2 X, %-2-F& 5 0.085 g
A 10 nL FH ARG Edk PR F RSV ERALAT T 185C hm ik
To%. BEZRARERGWARETR, F3E, Felke BAKRAGH.
420l ) — R Whisk &, SR IR AREERSF. REHE
#BAT0 oL — A FPHRAEF, RAMEH. 54 100 nL &9 1 N 8,
2 50 mL 4:1 fafe RALBKER 5 N LAALAELE. BRL A4
MBEBRMA TR, FRERSE. ¥R LD ITRKEE L, AESH 10
hLBUBH TGN, &R ZhEBS, FRERS. ROk
WAFERES, KAFT0.156 g (42%) KizHL e, AHwm ek
e 4R,
mp. = 90-92C
MS (FD): m/e = 241, 243 (M)

EA: CsH,NO,Br: #+H144: C, 39.70; H, 1.67; N, 5.79.
S®{E: C, 40.05; H, 2.03; N, 5.67.
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# & XVII
I-Z R FHE-5-R-T-# X5f%h
¥ 2.10g (16. 7mMol) 1-Z R PR A-1-%-3-8. 3.19¢g (16.7
mMol) 2-#-4-#X8. # 4.81 g (18.4 mMol) =X A B A 25 nmL
—RAFRPHERAINE 0C, KEMmA 2.9 nL (18.4 mMol) 1B £
ZHWRILUE., REZRAEARECHAESRHRA LI, REWZRAAER
ST hEEREE S, B 20:1 TR CRUEERK. &5F
LRGBS, HRERS, KFT 6 g I-(1-Z/AFHAA-1-%
-3-REARX)-2-%-4-AEATY.
¥ 1.0 g (3.34 mMol) 1-(1I-= A F A A-1-%-3-FL A H1)-2-
B-4-F KL 250CHm#E 3. BREZLAA 2-C-ZRAFTER-1-%
“3")%)—4_%_6_7‘%15}%@2&&#&‘:%}ﬂ %Wkﬁﬁ’ ﬂ"}%‘w—l&l&
A E£-78C, ,‘..Eﬁizte-&mkziﬂﬁtﬁ FE-TSCHHEALE
2-(3-= ﬂ“f’ﬁuﬁ -1-8H-3-)4-R-6-EERm AT (B EE
&R E). ﬁl?hfu’kiaflv’r%%*il‘&ﬁ}iﬂ‘i’l‘%‘% RJGmA 0.88 ¢
(3. 34 mMol),zi%)ﬁ% KizREME-20CEAL 64 8. REH
GREREDRERSE, FRZERL DT AR E#E 5L, AL
H 10% LHRLUBHATRENR. 2F2FHELSMEEYy, FHRE
K, RAT 2-#X-3-ZRVHA-5 R-T-%-2,3-= & ¥ F=%wh.
¥z —AaXK5kwhE 10nL PEPHERA 4ABRARLE, FESR
50 THE 1004, BZREBREWANEETR, RERARPER
MK BEREE. s HBANMA, FRERSE. KEAAhHTHhiEs
IR & seAe, MO, S8R FHHBsa, FRERS, KF
TARAEY.
& XVIII
5-W AR B K -T-18 X 5tk
A 3-R-4-HARALAEEXTRPE TS, AAEERBHNE XVII
FREE G WA T AGFALEY.
# & XIX
3-C R -5-R-T-8 K kv

AR-2-H-1-& 2-8-4-RARA®MAH, AALERBAEL XVII
VTHREG T K, RALAEDAT X P65 Amberlyst 15™ H A5 K H 5
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B, TR ABZNBALKELBEABRBRIK, HFT XHFAL
é\

# & XX
3-FAA-5-R-T-R X%k
B A-FRR-2-H-1-k 2-2-4 RELABIB, AALEBHE
XIX PR F 7 R HAT A EANLESD.
# & XXI
3, 4-— F R -5-F-7-& X kvl
AT-2-%-1-X2-8-4-A-5 FTEAEASAL, AALEBHE
XVII v ## 655 87T AEALESS.
H & XXII
4-R-5-R-T-8 K 5=k wh
p i
¥ 5 g (34.1 mMol) 3-RA-4-# KB F 1.76 mL (34.1 mMol) %
A 20 nL —HM R PRV EFTREH 18I K. FEREREY
BERSE, AR AHET /T F, ARk, RERMH TR
BIERGE, RFFT 2-#-4-R-5-[EEBFo 2-8-3-F4-AREX B R
o4
8 A&
FRBAFHRGREDE 12 g Ak EE 13.6 ¢ ZHRTE
0 nmlL —WAVEBEFTAHF. AEREH 2.5, BzRSHE=
AFHEKRZE 458, &FANNE, RAARATERFRERS, k&
T9.7 glidm@iFMmikegrRsY.
FTH/ R 5 B/ BLK
W& XVII P A B HAASREWRE S, RF7T 0.49 g K47
MY, HaeBAKREH.
m.p. = 84-85T

1H-NMR (300 MHz, CDC13): & 7.73 (d, J = 2.1 Hz, 1H); 7.29
(@, J = 8.8 Hz, 1H); 6.92 (4, J = 2.1 Hz, 1H).

H) & XXIII
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4-Z RFPE-T-£ K kv 6-Z RPRA-T-R X%
AR i & XXII $HEHF 4--ZRTPAERSRL, KFT 2-
B ATAER 2-B-3-ZRATAEXR 4-B-3-ZATFTEAES
4 58:12:30 BA4Y. BIHAKEZEEK 4 L3 RATEAXHEL
5 CHMFFHEKIBEN. REWRALHERSGBIRAL, KFT 2-
B-5-ZAXAGAARE 2-2-3-ZATAEAAGSAARGRS
W, REidid &k,
AALEBHE XXIT PHAGF EHF 2-8-5-Z AT EXLH
AABHEAR 4-Z KT E-T-2X %%,

10
14-NMR(300 MHz, CDCl3): & 7.81 (d, J = 2.0 Hz, 1H); 7.55
(d, J = 8.3 Hz, 1H); 7.41 (d, J = 8.3 Hz, 1H); 7.03 (m, 1H).
EAAEEBHE XXII PREGFERF 2-8-3-ZRTEAXLESE
AABHELR 6-Z RFTRE-T-2EXHF%k%.
1H-NMR(300 MHz, CDCl3): & 7.83 (d, J = 1.9 Hz, 1H); 7.61
(d, J = 8.3 Hz, 1H); 7.57 (d, J = 8.3 Hz, 1H); 6.91 (d, J =
15 1.9 Hz, 1lH).
& XXIV
S-Z R P A-T-% X k"
A-ZRATREBRITLE, ARALERRHNE XXII FRE &7 %4
BT ARELESY.
20 # & XXV
4,5, 6-= B-T-& X jf=kvh
A 3,4, 5-ZREBFFE, XA LERBH & XXIT b & a5 %45
JFTAEALESY.
& XXVI
25 4,6-=F K -5-F-7-:& %%

A 3,56-—FEA-ZEBITEHE, RAAXLERHFE XXIT $H#E 6
FEBFT AFEEALLLSY.
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%] & XXVII
Ak 4, 5= R-T-#XIHkwhdy B —F ik
2—if—4, 5—— BRI & AL A&

¥%79.4 g (0.38 mol) 2-:£-4,5 —&¥X M5 79 g (0.57 mol)
BEATE 200l —FATEETHRESWEEZREH 30 54. A
33 mL (0.38 mMol) M A& ik, FWAMRAREMAEZT RN 181 H.
KEFKZEBRLBAYA CRAE, FHREARA Kot fo JACH K R %
&, BERAANADARBRE TFRIFBERS, KAFT 90 g (96%) A7
EHAY.
2- A k-3,4-—R-6-E X8

% 15 g (60.5 mMol) 2-:8&-4,5-—REKXHRARAE 200C T
RAATHh& 200, RERERESWLEHFIER, F2HAELR
ik, A 500 mL S kAAE LY, FERAERS. KR4 Did
ek a6 Esmi, ROUKEm. 4F2 A haEs, FRER
%, ¥437 9.7 g (65%)FrEHAEY.
(-4 -3-8-5,6-—REXKL) LB

% 7.8 g (31.45 mMol) 2-% A% -3,4-— R -6-:£ X & £ 100 nL
—A WA 20 il FEFHERLSHFE-78C, RERALRef. 20
S E, MAAKZRERAOYW% 10454, REM 5L —WHhAR
MAR, BEARARAOWEHE#AEZTR. 16 IMHE, HEzAER
SR IERS, RFTAEANLED.
R4

4% 7.5 g Amberlyst 15" M A5/ 150 oL KX TR EH A 160
Chit, BEMEBAREK, BERERSGHAHE 120C, R
W 31.45 mMol (2-% % -3-#£-5,6 —RFX X)) LBEIAXTHIE
kR, ARRERSE 160C, ;¥ EMNEB. 1.5 0 HE, FZRAL
RAOWLE, FHRRAERS. $RLVRHTAKEE LA, AT
kB, SFSREHams, FREXRS, KT 3.9 g (53%)
At st, AaEEKk,
m.p. = 46.5-48TC

& XXVIII
- R -7-38 K 5=k h
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# 0.63 g (2.46 mMol) 5-WRAFE A -7 ¥ fekwh A 10 nl
WEPHERAIFE-T8C. BHARNKEKHBARNE, mA 5ol =R T L
RiIFERK. REQAZERPEBEHMA 1.5 nL(8.6 mMol) &4 =
FThAE, HBEZRAERADEHBLREER. 10 2475, @Edm
AFE, KEMA1.5gmnitAFf50nl K, ZEMATHREER T
R E. FEBREGHRATREAESE, FRAREL LI, 2854
M, ALBRLEBASFRAKNM. 6 ANK, FRERSE. Rokf
AV ALDEN, EET0.46 g (82% ) KMo %, A a
&R,

# & XXIX
5-FRAKAFTHR-T-# X kv

# 0.372 g (0.40 mMol) 5-F R FE-T- £ X kbW A%
Ty m#| 1.80 mMol S 4b44 (60% 7 i BiFRk) A 2 nl WA %
MAYRSDY., EERHF 1L IEE, WA 204 uL B FI, 4
A 2.5 0., BImARERSEBREWHEL, FHEHFREDA
CRUBAYFR., BANAMBIERSE, AEE 100% 8 £%KF7T
AiFELY.

# & XXX
- K -T-38 Xtk vh

#0.52 g (2.03 mMol) 5-FAKEEL-T-2 X 5=%kwhf 0.41 g
(10. 13 mMol) AR AAE 4 L LETHERETRBEBAENAR
FARBERLE., FERLEREGMBRERS, FRELABWETAP. &
JEiBA AN IN RANARZEEZBRL, FRALBRLUBALLSFR, @&
HRARARAFLEEFER L KIBBRL (pPHY 2), FAdT R LB
MEKR. FRMBLBRLEBE AL FR, &AM, FREXRS, ¥k
7T 0.40 g (82%) 5-FKRA-T-£Xfkwh, AHkG&EK,

MS (FD): m/e = 240 (M-1)
# & XXXI
4-i%-5-F.—, Fo 5- R —6-3& K i kv
0-Z B3 3-8-4-REX B

# 1.09 g (5 mMol) 3-£-4-AETEF 3.45 g (20 mMol) i

KEXFTR(TO%)AE 15 ol — KPR P W ERMBATR 18 I . F
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A 3.45 g RIALXTE, F8#EwAY 12 Ik, FwA 1.4 g
MATEFTR, FHEDR 18 IH. ¥EREREIBAHEFR,
REMLSOnL ZEHF. FHAREGHAHE0C, KEM 150l 20
h BRRBEBAKEREE. RIAFRRREHY 1IH, RE4 845
. FAIAEAM 3x20 nL 20% AR AEBAKERF 3% 20 oL
tof MK EREE. REFAWARAARH TR, HFREKRS.
[ELBAARKE#ELL, A 10:1 TR LRER. 2FA4A Y
M, HFBERSG, KEFT 68% MELESDY.

- -4-A KB

# 0.80 g (3.43 mMol) 0-Z Bt 3-i2-4 AEXBAE 10 nL 6%
ZHAARCEENTEERTHERLETREH S M. BiERER
SMEOCRERSG, KFETHELESS.

I-k-4-REXE R A&

# 0.65 g (3.43 mMol) 3-:#£-4-A %X % . 0.60 mL (6.86 mMol)
WaAiR, #0.71 g (5.15 mMol) H B 47/ 6 nL A T RS WA
HAFHFTHF 13, BZRAERSBARERS, FHELH3
TR E#ESL, ROURER. 425 W0NBY, FRERS,
FFT 61% T ENLY.

TLEAEH

F3-B-4-REAAGAARE TEHGRE P, FBddRKkd
BARAKRBA., BizXEEH, FHE£230CHE 3D, AFHEE
mJG, BiERshtfrakeEski, M 8:1 Ok LEAR. &k
T R FHFMERR 2-HHE-4-A-5-2X8. KEBEEMKT R
B MARE 2-HARE-3-B2-4-REB. 2R 3:2 (B L B REF
Hr4k.

4-38-5- R K jt =k vl

A 3 g (13 mMol) 2-% @ A-3-%-4-AEB T4, AKEXR
& XXVII P REG T %, RAFAU/ AT BEIARBRETE P
A7, A 98% g = EHFT KizMILAY.
5-#A—6-i% X =k vh

A 3.5 g (15 mMol) 2-#AA-4-F-5 AR, AALEK
A& XXXT P g5k, RAFRK/ A BRI AABRETE TR
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4, VL 90% 4 7 R H4F T KARMALLS Y.
%ﬁl% XXXII
AR A-R-5-R-T-R K kv ey 5 —F ik

% 90.4 g (0.40 mol) 2-8-4--5 2XB (A 10% 2-:%-3-
A-4-BREB)A64g (0,45 mol) "EF AWk RASMWAXRSG FTA
3, AEAHGRAY I MA306 0L ZRTE. EY 0CHEHE 1545
Giil = KBiZzR B RS mPEE i 1.5 D, %E’I%Tz}iﬂltba%ﬁl*
WA dn, FF4kAM 439 mL Kfe 220 mL 50% A LR, BiEAE
RAEVMAERASHGEHTHIE2 I, KW AR RAS A 500l
KA, FaATTEKEMFEK. AREEZEHKRKAEZREARET
HEHA 7). BZEAARRETHR, Re#fTaKE#E%L, ALA0
2% LB LEHOREITHERD. AF2AMEREGHGESL
HBERSE, KFT 57 ¢ (62%) 2-FX-3-8-5-R-6-F K 7 &k,

¥ 49.2 g (0.19 mol) 2-F K -3-£-5-A-6-R KX FTE A 127 ¢
(0.29 mol) #4b GEWHR) = XA %A 230 nl WAk Ty B iR A
RAATAHZEZOC. A3 IHGEAEFRER P HEM3I30mL (0. 33 mol)
BTEAA(IMW A khER). REHMmA 90 oL (0.09 mol) &R T &
A7 (IM v Rk vh s k) AR B #4 BA. A 700 nl % B’
Sh#HERE, FEITEREIMBRGE. FelkegBAAKE 300 ol
ThP R, T’ AR, BEGEERM 2x500nl Kb%E, R
/A 500 nL s f= ALK KEREE. RERBRARANLANM TR, F
BEXRG, KA THEARKR., BFZEBHARM 4x300nl T84T HE
Ak RAL = KA. FilERkSs, AR AsDTRKEE kL,
AT, AR hatssa, FREXRS, RMET 40 g (83
%) RXAEAAEY, HaEEK,

#) & XXXIII
1-FA-3-T X -4-AKR%KT

1-R TR E R -4-FAR-3-%% T & T &

$# 20 g (103.3 mMol) 4-ARK-3-REFTERFTE LK LF 75 oL
W fe ki B A KE®RE 150 oL — KPR P RO W E T DR A B
¥, RERM 3P H#EHM24.8 g (113.6 mMol) =2 B — & T & £ 100
oL — /PR FegEk. EERBEFEY 160, HAmA30g —ER
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ZRTE, FHEREF 2., BERARSDAKRES, R 2x
250 mL —RAFHRFR., 4FAMNM, MABRE TR, FREXRS,
#7137 26.2 g (99%) i ESW, AL EdRY.
1-BRTAKAEKKE-4-BAK-3-TX-3-%RZ TV & T &

# 26 g (101 mMol) 1-&RTHAE-BZHX-4-BR-3-% T 8 F &
#211.9 g (106 mMol) & T B347 /& 300 mL R T B ¥ 6§ #%& £ 70C F
RAATH#E., REM 20 04 ®mizEkPmA 23.6 g (152 mMol)
BT, FRhEZRERSGHMmEEAY 16 b, REHZRERLS
MAEHEER, FALRESE. FANAAAKLE, AARE TR,
MEXR G, ¥£437 28.7 g (9% )FrEst, hkeakd.
I-LH-4-FKvkre i &

¥ 28.2 g (98.8 mMol) 1-®TARAAZE X 4-AK-3-TE-3-%
HYBRTEAONLERGRAEYMARAY 16 VK. FZREREY
BER, HFRBZLDETLEF. RRERBREREALHIR L
K, BEBEEE 2K, KHFTT7.0g B5%)MERLD.

A

ERABRFET, ¥ 7.0 g (54.8 mMol) 3-Z A -4-A K%k
22.7 g (164.4 mMol) B B 47 £ 100 nL w AP RABAHZE 0
C. M2054#EMm9.2 g (53.7 mMol) ¥ A 84 20 ul w&A =%k ¥
MER, REREZRAEREGVBRHRAZIER. 4 16 Mt E, Hix
RERAEMBARFESE, M 2x250 oL —RKFRFR, 4 F A4,
MEBRETRIABRERSE. KEALhEfFAKE#E LWL, AELA5-
15% CEUEBHTRBITHAERN. 242 HOBL, FREK
%, KHFT 9.4 g (19%)KGFHALEYH, AREEHRD.

# & XXXIV
1-F K-8, 3-= ¥ A -4-A K%
N-[FHI3-RKE &8 7 &

# 55 mL(0.50 mol) F A/ 250 mL FE e kA KB T A
Zp. J 30 %4F#& A 54 mL (0.60 mol) A P E A 50 ml P B o
Bk, RERZREREGVRMBREITE. 496 IHE, BiEZA
BReWBERE, FHERAMETAE, BB ERFT T4.6¢
(T7% ) Hi &,
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N-[FA]-N-[FPRAA-_BEI-REARTE

# 144 mL(1.25 mol) A= = FE /£ 165 175C k. ®iZim
R P Em 48.6 g (0.25 mol) N-[FRI3-R X FEE FES.
AR REHFTIRTERBRETRE., 95 8.0 oL P85, KiEZARE
RAOMHEBERESZE 180-185C. AuRERE 1 IHE, L@k
2|7 1.5 mL V8. REWZARREGDANEIESR, BT ATKE
hEdITA_BR_TE. BEAWRITHAKEE LK, ASH 0-50
% LB LB ORBITHERR. 2F2AMESHOIBL, FRE
R4, HFT55.7¢g (16%)EH.
1-FA-2,4-—8K-3-%TF &V &

#% 130 g (0.94 mol) B & 474 5 g (18.9 mMol) 18-E-6 /& 500
nl FEX RS M ME R, A 30 54 m55g (188 mMol) N-[F
EI-N-[FERH _BAI-RAARTEAL 150 nL PEFHER. 6
WG, BEEERAWANEZER, REM IL KAER. B XM
A 150nl T8 LEHF, 4 &S, A 2x 250 nl K FRA A,
¥otgkime ks bAbdy, FAEmAGONERAZPHCL. REA
3x300 mL — R FHRFRAKM. FoF8 A FTRERZRMAERET
¥, FREXRS, ¥BFT 23.4g U8%)MEHEN. BTFX/LH
LEEREZABRIMAREREE, REGHRERSE, RKHF7T 26.1g
(47% ) AR R oG N-[FRI-N-[FTRAHBE]-ZA AR TE,
1-F A2 4-—AK%RT

¥ 23.4 g (89.7 mMol) 1-FX-2,4-—AK-3-RRXFRVEL
200mL 10% ¥ B AR EZR TRV ECNALTH THMF 156 0. ¥z
BRRASMAEER, M3x200nl — KV RERZER. 4FA
A, MBERETE, FRERS, KAT 4.99 g Q7%)HEHRSE
.
1-FA-2 4-—8K-3,3-—FHhAR®

# 1.44 g (7.1 mMol) 1-FA-2,4-—AK"%"C. 4.0 g (28.9
mMol) B B 47, # 1.5 mL (24.1 mMol) B ¥ 5 48 14 mL —F LA b &
RAMBH 24 MH. BEREBREVWALBRLERKERS. 254
o, FHAMNMBREAKRFof RAAAKEREL, RABRE TR
REXRS., KR TAKEESL, AESA B LBRLENT
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B, SR FHOaBs, FREXRYS, KT 0.61 g (37%)
HrEAED.
1-FE-3,3-—FHE4-BER=®

# 0.30 g (1.3 mMol) 1-F%-2,4-—&AK-3,3-—FHARTA
5ol WEARWMYHERAZERHNF, FAEHEM 2 oL (2 mMol) &4k
e OMwERWHER). AEHZRAERSY#AEA 3 . ¥
BZREREGHAFELTER., AEREH 16 0HE, BiEZRAEREY
ks dbdp, FEBARYEF&AM 0.5 0L K. 0.5 nL 5N &4
4. A 0.5 mL KA., BMFXKREA_KFTRAHLE, FMoAL
KAEBA., ¥z REKERTE, AP EREN. B4t ER
BERG, AL M TRAKEELL, AESH 0-10% FE A 0.1
% BAAEY —ATFTRHEMN. EFSATHHBE, FREXRS, ¥
47 0.25 g (88% ) Fr&Eiuitm.
A4t

% 0.40 mL(5.6 mMol) —F M A 5 nL —RA PR FHERAH
£-78C. @z E&PHMO0.35 nL (2. 48 mMol) = R T B BF, F3¥Fr
kB 30504, BMm0.25 g (1.14 mMol) 1-F #A-3,3-—F 4
“4-FZR%WE2 oL AP PeEk, FRFBERERESY 1 M.
miZE®RTMA 1.0 oL (7.2 oMol) =Lk, FHZR B REWE K
E0C. 290G, BZRERESUWBEAKXY, HFALRKRLEF
B, & ANFERE, RMABATHRIRERS. $RLADRTHRK
GiELIL, MAA0-20% CHRUBHOIRER. 2FAA S H0E
o, FFBENRSG, (437 0.20 g (7T9%) XixHiLd .

# & XXXV
AR 1-FHR-3,3-ZFEX-4-BRKRH G —F ik

ERNAHT, H¥EA8 (214g, 2mol) 5 T/ (37% K&, 375
g, 4.5mol) ELEA L) PRAE. B0 44Kzt RbHha 2-
WX -3-TH (182 g, 2.11 mol) £ £K T B (1L) #= 3k B (209 g 37 %
Bk, 2.1l mol) A A ER Y. Wizl Ee sk mE K 18 i,
RER A MN =T (310 mL, 223.8 g, 2.21 mol) fe ¥ & (50 g, 36
%, 0.6 mol), ¥ ZRE RS WML E K 24 B, REBIZRN
REWMAHELSC, FFAMAAAAS (117.6g, 2.1 mol, &M A 200 nL
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Ko)&2, REXZRBRAPMER (2>x500nL) fo F AR T &
(2x500 mL) FR, &FAMFERE, ALKEERMTE, FEBHE
EXRG, KETAFALEG Y (EREWRE 18% Kimeg LX 556
AMFEREG, 339.36 g). Bt AR EEEGELZTH (ZATFTIR/
LB, 100: 1), RMF7T by kiAo,

'H NMR (CDC1;) & 1.14 (s, 6H), 2.41 (s,2H), 2.52 ('t, 2H),
2.72 (t, 2H), 3.57 (s, 2H), 7.2-7.4 (m, SH).

# & XXXVI
AR 1-FHK-3,3-= WA 4-BRKTHH—F ik

EERAVRBEHE. MRBIFIALSTEEY 1A =58K
FLMMN3Th EEHEMAS0DL LK LB b6 T RIS & (168. 5L,
2.25mol). HWAHEREAKSTAHZE10C, FA 1IHBEMRF
Ak (109 oL, 1 mol)., AREAMMBEIFZ. MR RIS
TREG I A=ZZBEMRPMANEMAE 500 nL B K TE T 3-FA-
2-T & (113 mL, 1.06mol) o3k 2k & (92 mL, 1.11 mol). ¥ A #FHE
BRm#BEER, B2 PHEmPR/FhAEER ¥fxERaALTRE,
REAHEETR., MAZ_FRACEK(142.2 g, 1.1 mol) fe P&
(22.46 mL, 0.3mol), F¥FiFERMAEA 6 I o, KEAHZE
o, KiZBEZRMAAE 200 nL K A 844 (61.6 g, 1.1 mol) B
A, RBEM500 nL ZRZEER I K. kANMATRSE, KRT
22 g &Ry, Kb RAZFHET 1A KT P. HizEk
p Bl | kg AR (EREEFBERZE)E, R4 LA FK%
BEE., FoRPRALTRE, KE7 42ghedkd, HrAK
ML ad R,
R =65.4%

% % XXXVII
M X-1-FA-3,5-—FH-4-FK%koE

¥ 45 mL (90.4 mMol) = F M AR A4 %% (2.0 M v A=k
BR)EHE-HC., BRA0 04 m 1-FA-3-F R -4-8 K% N, N-
—WEEM I-FA-3-FE4-AK%R="HA N, N FABHE) A
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100 nL WAk T Bk, REWXEZRAERAGMAIE-TI8C, HH&
m 5.16 mL (83 mMol)#:¥Wit. ¥ Z R ERASWBMHIFY 16 1w, #
HEAEER., FAFHIFEERM 300 oL —KAFTEALE, HFA
100 mL Kz, XRERaRIAKREREL. FZANI AR
BT8R, REREXRYS.

¥z (8.5 gm)EMAE 200 mL 2.0 M RAL A FEZE R T,
FRAFRE MBI EAY 16 I, FERABREGWRERS, F
¥4 Wik 80 nLoN £ A LA 200 nl ZH LEZ M4 &R, KK
A 3x400nl ZMTEFR, St A, AARE TR, FtREK
%, BALWRTRKREEHAL, BREA0-20% LR LEN Ot
THERB. GFERAMENRGHABY, SFTREXRSE, KFT 5.2
g AARAIALS Y.
HFHEMS: m/e = 218 (M+1)

# & XXXVIII
1-RTAEEK-3,3-—F -4
ZRAPHEBELAAK-1,2, 3, 6-9 A%

ARAH 10.14 g (46.66 mMol) 1-F £ -3,3-—F A -4-A K%
. 1.03 g 10%48/%. # 11.09 g (50.81 mMol) — &% & — & T &
£ 210 L PEYHRAIRE IR, AAA%XB I k. {EzRAY
ET 50 psig A& T, HEERKEE 16 1. FEZALRESWER
REIAREBRAFERTE. FERRERS, R4t fra
REE®L, REH 20% CHRUBHOLIEMN. 2H4H i
2, FmERSG, k437 9.38g (88.5%) 1-(TAAZERK)-3,3-
Z ¥ E-4-A AR K.

¥ 13.25 mL (26.5 mMol) =+ A R A4 E & (2N w9 Ak wh/
BIRER) A4 £-78C. A 40 24ridm 5.24 g (23. 05 mMol) 1-(&
TARAEKKL)-3,3-=F A -4-A K%k £ 40 nL v S kv b 65 &,
FERBEBRERFLE-TICAT. MAZRE, BiERBEREOWAE-TS
CHH 90 2°4F, REM 10 94w 8.70 g (24.35 mMol) N-%(#
ZRATHBEEEA 40 nL wARH P HER. WiZERERE 0C,
FHF 90 4. KZRERESWRERS, @i fHAEEESLL
B, Mo 1 U CBRLUEBRM, REREER, AE4HRfA
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AR EESA, A4l TR TCEBRLEBER. 242 A B,
M ERG, KFT 172 g (75.2% ) XML A%, ABFTHLAE
K.

K4, #BiTH 0.86 pL (6. 14 mMol) = B A M/ 10 ml w9 &7k
P eiEikYE 2.2 nL(5.5 mMol) SE T X 42 (2.5 M Sl ER) B &,
ARAR-—FAERAILE. $iZERAHE-T8CE, B 1.076
g (4.73 mMol) 1-(RTAXEK)-3,3-—FA-4-A K%/ 12 ol
WA%RMPHER BRAEBSEHBLE-TOCAT. MAZRE, ¥
R B REMA-TBCHIF 1 b e, REMA S5 454 mA 1.963 g (5.00
mMol) 2-[N,N-Z (=R P A#BA) RA]-5-A £ 8 oL W &%
WP ER, WzERBERE 0C, HHIF 90 4. BizR LRSS
W ERG, BEPHALEZELLELY, A5:1 R . LBRLE
L., BEREEMN, FMAT 1.566 g (92.1%) KiFHo2%, #
XEE kY.

# & XXXIX

I-FR-3-(RTA_FAFTHREELAAL) PA4-ER%KR

4 20.0 g (70.4 mMol) 1-FRA-3-FAAEA4-RERRTILB
BE60DL Zo_B PRSP AEKRBTAY, FMmA 24 g RALA.
HixRKERAE T0CHE 2 DE, FHELBA 200 mL kK F. A 5N
ARAKE pHAVT EL 8, FRALBMA>EZRAFLREY. 2K
WERR, RBEBRATIE, FTREXRS%, KF7T 21 g 8-FA-8-%
Je 3% [4,5] R be—6-F Bk W 5.

w 11.4 g (39.1 mMol) 8-FA-8 R LE[4,5]XK-6-FHRF
B A2 150 mL v9 & =k %h W 84 25 5% F 7 M 58 mL (58 mMol) & 4b4243 (1.0
MwaskwER), KEZRAERSD AR 4 I, KRELKRB T
i, REFZEREMM LB LEHRFE, Hlm 100 nLIN &, A
5N R AMNAK pHATEL S8, HFA_RATRASERZRLS. &
AR, ARBRETRIBERS, KET 625 PA-8-FA-
8-F ¥ [4,5] %k,

#3.0 g (11.4 mMol) 6-FA FTA-8 FH-8-R L[4, 5] %k
A50nL — R T PHERAH E-T8C, KEHMm2. 2L (22. 8 mMol)
ML= Wim, E-T8CHIF 4G, A 45nl IN R AH L%
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BE#aY, FRAEZER. 25858 A_RATFTRALASFRAKAE.
At AMAR, MERBRETR, IRERS. $ERLAWHITHIK E %4
W, MeA 0-5% FEA_KFREB. SF2HSAWHmse,
BERS, RHFT 1.1 g (44%) 1-FE-3-FRAFTHA4-EKRT.
ISMS: m/e = 220 (M+H)
EA: CiH-NO,#3t F44: C, 71.21; H, 7.81; N, 6.309.
S@44: C, 70.87; H, 7.70; N, 6.41.

¥ 0.85¢g (3.87mMol) 1-FA-3-BRAFE-4-AK%". 0.026
g (0.39 mMol)=k™. #= 0.701 g (4.65 mMol) R T A — WL Wk b
RIALE—FTRAIBBETHRADAETERM 16 MM, BZzRAERES
PR 300 mL ZER LEEAHR, RAM 3x200 nL £ & FAKF 100 mL
ot A KREREE. BANMARRETRFRAERSE. HH4
Wit TR E &S, AAA0-25% LR LEGOIRER. 444
KWy, R ERSE, K157 0.805 g (62%) KArA4Lo4.
ISMS: m/e = 334 (M+H).

# & XL
(4,5-— R X F=kvh-7-X) ME

¥ 2.0g (8.58 mMol) 4,5-—&-7 &%k f=kwh# 0.202 g (8.58
mMol) £ £ 10 mL W A%k P eI RE DI M B T A 50 24, REBMH
RAMAIE-SC, A 20454 m 1.01 nl (8. 93 mMol) = F i
BRE. FZRAERAGWAEEREN 1.5, KEREXRS%E. (k&4
WA S50 nL B F KA 50 nL 2B LEZ @458, F/A0.3 ol 28
REZREWAATETH pH. 2584, B KRBALBLELSY
FI, AN, ARRETIR, FREXS, kBT 2.1g k4K
AL,

R, ¥ 0.484 g (2. 08 mMol) 4, 5-= F-7-:& £ 5=k # 0. 065
g (2.67 mMol)4£ /& 5 mL WA KB PHREYME R A, MAHE
1,2-—829k, F#¥iZzRsWmteii 45 54, B % BaW P e
260 pL (2.29 mMol) = VW A MEL A, ek Sk 45 540, A4 2%
mJa, mMA 2.3 mL IN 3B, %% Rb %ﬁ# 45 2%, KEKi%
BAMRUBIE N ER, %Aﬁ%ﬁmiﬁ&M%ﬁ%+ﬁ iR 93
Rag, Kaxkeohili 4ol ThbPib, SEIMELRLTERN, H¥E4
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BARREFE, KF70.402 g (97.8%) KAFALL M.

# & XLI
I-(RTREEK)-2-FEA-4-Z AP A AL
1,2,3,6-m S 9o

¥ 5 mL (49 mMol) 4-W A A kv £ 200 nL WAk P K&
A E-40C, KE#EMm6.9 mL (55 mMol) R W ER X &. 4 15 %
2, #m 20 mL (60 mMol) RAL T 2 4L (3M w A skwhixik), ¥
EREVERAZER. HHF 30 245, FERRAERAGHAH E-40
C, 5/ 340 mMol M TE4PA® ., FZRA A RO AKX ETE. B
H1IHE, ¥EZRERSHAHIE-40C, M 200 nl 485 3 B K
BEAE, BiZREE#ZE 20C, HH5F 108, KBRS0 A 2
x200 mL LA FR, FEIFGAMMKKM 4% 100 mL 0.5 N & &
4. 2% 100mL 4o fe R BR S K%, 3% 100l & & F K. F 100
ml e fe RALMBKEREE. FREAMAMRRBRE TR RERS.
FRprMHTRKREESL, AESH 40% LRLEG TR EN. &
FoRFHOaBE, FmERS, AT 4.9 ¢ 47%) 1-(RTA
AR -2-F R -4-RRKT.
EA: C,H.:NOs#+tF14: C, 62.54; H, 8.11; N, 6.63.
S#4E: C, 62.78; H, 8.08; N, 6.76.

¥ 1.65 g (7.81 mmol) 1-(MTAEBER)-2-F R -4-A K%
A20ml v Sk P eyE kA E-40C, K5 A 8.59 ol (8. 59 mMol)
ZWrTRAMEAE (M wEaRHER) LR, BHE 2 B, Hi
&M 3.37 g (8.59 mMol) 2-[NNN-=— (=R FHAEBA)RA]-5-
FR LR, FEZERRAETER, BE 1 IHE, B3EZRAEA
250mL Z®AF, S maE itk A 250nl 8B naE E ik,
HEIHBERRERSE., $ELADWEITRKEZESIL, ALSH 0-9
h LR OB LRGN, &SR ZheBe, FREXR%E, k727
2.02 g (75%) KArALEH.
ISMS: m/e = 346 (M+H)

# & XLII
I-(RTAEAZEL) -2-FH-4-BK%w
A 18¥ 160.0 g (733 mMol) — 2 B — 4R T &5 /£ 300 mL v &,

46



00810816. 1 oM P ZE39/89m

10

15

20

25

30

skl P A9 & B Mm% 100.0 g (698 mMol) 1,4-—& Z-8-R X3 [4,5]
AIA 800 nL WEARMANERT. MAZELE, B ERABLRLY
BH 30 04, REBEBERE. FERLAPWEME 600nL TE Y, Hik
KM 2x250mL % & FK, 2x250mL 5% 5 8 KA KER. # 250 mL
fofe RACRAKREREE. FAWARRERT TR, HBERS, 75
T173.3 g 8&-(MTAAEAFEL)-1,4-—8A -8-8 L8 ([4,5] %5k,

F 76.0 g (312 mMol) 8-(RTAEZEX)-1,4-—&A F-8-8 %
H[4,6] %5k 760 L T8I E %A E-T8C, FAFHEIEY
49.5 mL(328 mMol) N,N, N , N -w ¥R Z —p&k®. A 1.5 IHF
Ml BENMTREZR, FAHEZALRASPHEERELE-TOC
F. E-T8CHH 4B, A 10 54 mA 38.9 mL (625 mMol) &t
Fhi. HZREREGWHF 10 04, REBHERETER., BER
Bi%tHmmA 300 nL X & FKRLEE, F45 5548, FK4MA 300 oL
LR FER, StAMAR, M 4=x250nl 25 FR%%k, BB TR
HRERG., FEASDRTRKREE SN, AEA T-20% L8 B
MORBITHERR. GFARTH0BY, FRERS, 87T
57.1 g (T1%) 7T-PA-8-(RTAEAERA)-1,4-—AK-8-R X%
[4,5]1 %5, ABFOHKY. FEHKBAHZE 0-5C, HmA
279.2 mL = AT E&. B 10545, mA 5.2 0l X &FK, #F%
URE RGP MBAEE 2.5 V. BEREBREBARETE, FiK
EXRG., ¥RAWEMAE 60 nL LR LE P, EHIFTH 30 24w
A 120 mL 8. FzEFREKBTHE 208, FE, HEKA
30mL A6 LB zkik, k437 23.5g (71.3%) 2-F A -4-A K%L,
A8 & Bk,

¥ 12.4 g (55 mMol) 2-FH-4-FAAK%%. 6.89 g (82 mMol)
HBRAMA. A 13.1 g (60 mMol) — 2B — R T AL B4 40 nL KA
100 ul {45 PR RADAEFRBEH 16 I 8F. FiZRASHW L 25 oL &
BT ARHERE, 4 BEM. FARAAR 4x25 nl FHFR. SF AN
M, MRABATE, FRERS. ¥ELAVWRATAKEELL, BL
1% ZCTHE® 3:1 TR CRLEANK. 2F4HEH0amey, #
RAEXRG, KT 12.0 g ARHLEY, AR LT EHKY.

# & XLIII
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I-(BRTEABEK)-2-TLHA-4-B K%k

A 1L,4-=R%-8-8 ¥ [4,5] 8 kM LIt A¥, AKE@Ed
# & XLIT PREG T R EKIFRILSY.

ISMS: m/e = 228 (M+1)
# & XLIV
T-8-4- X 5t kv

#5.03 g (39.1 mMol) 3-RAXBE 20 nl — AP P E R A
KA, BIHEM 6.25 g (39.1 mMol) 8. BiZ A N BRAWE
BEFE, FRIF 16 IH. FERAERSWAKEE, 2554,
FHRANAAARRETR. R LD TAKEESEL, A 3:2 24
Th:UREM., SR WOBL, FREXRS, /57 2.04¢g
(25%) 2-2-5-A X B.

HRMS: C.H,OC1Br #5+#t L 44: 205.9134. L :4A: 205.9125.
EA: CH.OC1Br #§+ F14: C, 34.74; H, 1.94.
SR 4E: C, 34.74; H, 1.76.

A 1.86 g (8.97 mMol) 2-3£-5 RAEB A4, AAL@EIHE
IT P RERG Tk, KFT 1.07g (53% ) KArMiLo%, a6 Bk,
HRMS: C¢H,0C1Br #9it JL44: 229.9134. L M4A: 229.9128.

EA: C:H.OC1Br ¢4+t F-44: C, 41.51; H, 1.74.
S 4E: C, 41.13; H, 1.67.
# & XLV
(4-= R F AR5 =kvh-7-35) M &

A 0.9474 g (3.575 mMol) 4-=Z R P A -7T-2 X H=kwhF4, £
ALrumRig XL PREGFTEHMFT 0.4349 g (53% ) KizHibd
.

HRMS: C.H¢BO.F; #9it H 44: 229.0398. | 44: 229. 0383.
& XLVI
4, 6-— R -T-:% K =k wh

¥ 2.6 g (20 mMol) 3,5-— A XM 20 nL —ABE T HE R
A¥HEOC, RBEM 30454 Mm1.02 oL (20 mMol) ;284 10 mlL =
BRAAKPOER, B 30045, BERARADEHRETE, #
WA 1.5 K., FERARARAHMA 200 oL ZERHE, i kAHE
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R AAKER IO FARERLE. R RABRAEAR AT
B, FREXRSG. FRLEWATEB, KFT 2.5 ¢ (60%) 2-8-
3,5-—#&X® (b.p. = 65C (5 mm Hg)).

A 2-%-3,-—REBTH, AALHERBANE XXII PR
7 ERNRT A EALSD.
HRMS: CgHyBrF, #93t H4A: 231.9335. A 44: 231.9342.

# & XLVII
I-(RTARAZER)-2-FH-1,2,5,6-W9 A ukw-4-8

# 4.0 g (20.28 mMol) 1-(BTAAZER)-1,2,3,4-wEwm"w
~4-BF= 4. 21 g (20. 48 mMol) ;24L& (I)-— P A B & 44 £ 160 nL
WAXMPTHERAHNEZ-T8C, MiZERTMA T7.43 nL(22.31
mMol) KA VA4 B.OMwW A =kvhinik). A-T8CHBE1IHE, B
MmN 1B EGIMATRE, FRERIF024. REHZRERS
HA 10 oL SP R BB BELE, KEMmA 15.93 g (40.56 mMol)
2-[NN-Z (=R P ABBA) RA]-5-A v /£ 50 nL w & kv b &
BR, RZRBRRAGVWRAEZER, FEFRHEIIR. REHFZR
BReHm 1.5 LL8BEHE, &AM 2x500 nL 463 8B KK &,
500 mL K. 2x500 mlL f8f 5 8 A KER. # 500 nL 48f RALHA
KERKE. BREANBRARBRETRIFRERSE. $RLWE S
ATkY, Rk, FRERRERS, FHRLWRATRAKEE L%
w,m%ﬁo—m%a&c%%aﬁﬁﬁﬁﬁ%% W R
%A M ERGE, KFT 1.92 g RizMLoW, AmRY, &b

BHT R .
% & XLVIII
I-GRTAa‘AHER)-1,2,3,4-v9 & ubve-4-F

# 1.0 g (9.16 mMol) 4-WHRMK W A 15 nL w A kwh P %
BAFE-41C. GiZERPHEM 12.6 nL (18.32 mMol) = (F & &
A)MABAS (1.45 MW A %kwER). BRSO WHEHE 15 54,
KiemA 1.58 g (10.07 mMol) R P B X &, HFHAmERsmiE-41
CHHF. 2 IWE, A 7.19 g (7.0 oMol) R T B 47. f£-41TC
#30/\@)3 'I%‘%)iﬂlm MEkEFR. EE&&%Z'J‘WE
ﬁ—']%‘lﬁli}fl.lma %/\%Fi 41°C ﬁﬁﬁli‘?ﬁﬂiadiiﬁﬁ )ﬂ Lﬁii
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B REGM. SFANM, FRARABRERKRER., K. 8f8K
REAKRER. Flafe RAAKREREE. BRLA AR ARET
B, tmEXRS. ¥EchkptfrakéeEsik, A4LA 10- 40
% LBLEHOLRATHERN. SFX2AFHHES, FREK
4%, RFT 1.07T g hiMibowm, HaerEKk,
MS (ES): m/e = 198.2.
) 1
2-F R -4-(5-REH,wh-T-1)-1,2,3,6-w AR s Lk Ao

- X -4-(5-REH.wh-7-X)-1,2,5,6-w AT s L&
1-RTRAFE-2-FR-4-2K-4-G-REF%dh-T-H) k%

$ 0.55 g (2. 55 mMol) 5-A-7T-:& X F=kwh#0.12 g (5. 14 mMo1)
BAELS nL ZEPHRASM#E 40C. GiZRASHFHMO0.23 DL
(2.67 mMol) 1,2-=:2 Tk, H¥mRASMWBH 45 24r. Kz RS
ML EER, KEAMO0.50 g (2.35 mMol) 1-TEEZE X -2-
FRE-4-ARKRTE 10 nL ZRTIER. Y ERAEARGWELRR
#F 16 b8, RE/L 100 mL LE T EF 20 mL 0. IN 2 & = |9 o &
o255, FRANBKREABIFRRAAKRE R ZLAKE
Rk, MBEBRSETR, ItREXRS, K57 0.68 gt ¥. BE
SMEMBRAESODL 1:1 — R PR :FEY, HEMSERAHZE0C,
BlZERTMAN 0.68 g MAAH, FHFHFZRALERLHEHBKREE
m. bHE, BERAEREGWRERSE. BFEAVEXRE_ATR
ZR 8., 2B&M, BANMARRRET]R, FRERSE. ¥R
TR EE%, AEA0-50% ZRLEY LR ITHER
Bi. AR HAaMS, FBERS, %437 0.50 g (62%) %
a4,
MS: m/e = 350 (M+1)
Bt K / m%, 3k

¥ 0.35 g (1 mMol) 1-RTAEXBRA-2-FHE-4-FE-4-(5-A
KIFokwh-T-R)%%EH 0.70 g " F AR AKESWAE 15 oL FE T
RAMMBEA I I, BFEREROVWERERS, FEZLDHA
B F X, &i% (Varian SCX, 10 g)%btb, HA M FTELEK, XENR
IN RETEYTHERER. &X0ATHOBS, HFRERS, ¥k
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7 0.17g (75%) 2-F R -4-G-RFEHF%kwh-7-%)-1,2,3,6-W &
et fe 2-F R -4-G5-REHFkH-7-%)-1,2,5,6-9 AT HRA
Y. ¥ixroWEMEDL nl LE P, FRZERRAFSR. AEE
®FMmA 0.087 g (0.075 mMol) &5 BB, ReH 504G, MUK
¥izRpRehmgE FHEEFARIE, FREHE 60CAZT
B2 168, 47 0.21 g (83%) KMo,
EA: C.H.NOF-C.H.0, 5+ H14: C,. 62.24; H, 5.22; N, 4.03.
L4 C, 62.09; H, 5.22; N, 4.00.
5% 4 2
2-W R -4-(5-REH%wh-T-R)%wF Lm

¥ 0.045 g (0.13 mMol) 2-F R -4-(5-A X F=kwh-7-4)-
1,2,3,6-w A&t s L ddf 2-FR-4-G-REFRw-T-4)-
1,2,5,6-m & E LE A& 0.010 g 10%48/% 4 5 nL L8+
HBRAEMEIARAETTERAAS I, FZRAERSHE WA
EradadE, AUBkAEL, FHERAERS. B SCX AHAT
BT BE KA, RPEERN, KEM0.5NRYGFERER
"B, SHFAA WGBS, FREXRS, KFT 0.024g (79%) 2-
FR-4-G-REH%-T-L)kw. FELEMEDS nL 28 F, H&
GERMEERR, @EERFMRA 0.007 g (0.06 mMol) § & &.
RADNHE, BERERSCHALEBHEL. KEREWERELS,
HF¥ R AMAE60CATFBRY 1508, 47T 0.013 g XML E
B .
MS: m/e = 234 (M+1)
SO HEMS: HHA4E: 234.1294.  E@4A: 234.1295.

% 4] 3
- R -4-G-AREHkw-7-%)-1,2,3,6-m At A
3-F R -4-5-REHF.Hw-7-4)-1,2,5, 6-13 AW

1-FA-3-FRh-4-F X -4-G-REH%H-T-HL) %=

F 6.0g (27.9 mMol) 7-3#-5-R K=" f 0.70 g (28. 8 mMol)
YA TS50l TZEBPH RS MAER 3054, RER 15 54 AER
SbiEm 6.3 g (31 mMol) 1-FE-3-FHE-4-AK%"E 30 ol
WaA%RMTHER. MRS MmERAY 24 2. ¥BZRER
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A EER, FBEAL00nL Kb, HAFLERA 500 =R F
A, R wadEt RdE, FEHM 2x200nl =R/ TR,
kA A 2x200nl — R P kik. AFMAANME, ARBRE
T, FRERSG, BERALHRITHEKEELL, AESAH0-50% T
BRUBHLRBETHERMN. &R SHOBE, FREXRS, K
#77.3g (TT%)MEREY.
1-FA-3-FPE-4-G-AEXF%w-7-%)-1,2,3, 6-w A= & 1-F
A-3-FAE-4-G-AREIH%w-7-)-1,2,5, 6-m A w

¥ 5.78 g (17 mMol) 1-FHA-3-FHE-4-#X-4-G-REH*,%
~7-3K) vk A 10 g (52.6 mMol) *F ¥ X &8 — K& 4 100 mL ¥ X
PR RAYREERR 24 I EZRERSHAFETR, A 2000l
LR LUEHZE, REMA 100 ol a5 8 2 A KE&RFA 100 oL IN &
FALEHF. 2 BE5M, FHKRMM2x100nl LB TE FR, #F4
FAMAA 100 nL saf FALMKRIE R L, AARBRE TR, Rk
EX%., BRI WETHRRKEEML, AESAH0-50% LERLENT
AT R . ke i (4.38 gn) HAk A 200 mL FE P
ABALE., BEAROBABAKGZHGBa45t, FHREXRS,
BT 4.3 g (719%) 1-FA-3-FE-4-G-REHFkwh-7-%)-
1,2,3,6-m & wkseA 0.45 g (8%) 1-FA-3-FH-4-G5-AREH*%
wh-7-3)-1,2,5, 6-v9 A wtE.

MS: m/e = 322 (M+1)
- RA-4-G-RE;HF,H-7-2£)-1,2,3,6-Ww AR E L& #

A 0.50 g (1.56 mMol) 1-FH-3-FHh-4-G-REH=%kH-T-
#£)-1,2,3,6- W AR, AALERBRANETEFMERG T EHF
TARFALAS Y.

MS: m/e = 232 (M+1)
- Hh-4-G-AEHF%wH-7-K)-1,2,56-wEnw s Lk

# 0.45 g (1.42 mMol) 1-FH-3-WHE-4-(5-A KX Fkwh-T7-
X)-1,2,5,6-m A A 15 nLl, 2-— R LK FPHERAHE 0C,
REEZERFEMO0.40 mL (3.7 mMol) A ¥ & 1-8.L8. Kizk
EhmEeli 4o, RERERS. $¥RADETYEY, XZEET
SCXAL, MPBEM, KEMO05NAYTEEREN. 2444
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EHBEROGBY, FRERG. BuARbLHRTHKE# LWL, A
HSHO0-6% PHEO_AFTRBEEERB, KEM9:1:0.1 — 87K F
B ARAE ML, ARSIy, HBERS, £457 0.26
g (81%) 3-FHxh-4-G-AXH=%k"-7-%)-1,2,5,6-w &=, ¥
0.21 g (0.92 mMol) Z# BB E LR PR AR MEBK, REMA
0.11 g (0.92 mMol) E B &R. ¥z RS LAY 5 24, Ri
BEXRSG. A 10 nl ZRAEEBERLAY, FEMFRRREEZHHF
30 44, xRS WILIE, MMAFEAKEG0CHLET®] 15 D8, RF
7 0.28 g (88% ) KARMALAH.
EA: C.H.NOF-CH.0.%5+F 3 44: C, 62.24; H, 5.22; N, 4.03.
%#44: C, 61.90; H, 5.19; N, 3.90.
5 64 4

MR -3-FA-4-(5-RFI;Fkwh-T-X)kc @ 3

# 0.80 g 10%48/% /£ 100 nL ZE P H R AELLAT R,
N 4.23 g (13.2 mMol) 1-F X -3-F A -4-G-REH%-7-
#£)-1,2,3,6-w A £ 100 nL ZE P HE%, FHZREVESA
AATHFY 16 6. BzRpRGWEHEFLIHRIE, FALT
FRoR kM. AT BRRAERS. RNBE4 Wt TR &% 4%
W, AEH 0-6%FPEHO_AFTRAER, XEM9:1:0.1 —& 95
V8 AAEHEERN. GFCAZHBs, FREXRS, k7
T1.0g (33%) MaX-3-FH-4-G-RENkw-T-X)%kwH 1.75
g (40%) 1-FHR-3-FHE-4-5-EKH=kwh-T-3L)%k e,

# 0.48 g (2.1 mMol) X -3-F KX -4-G-REHF*wh-7T-£)%
WAL nL 2B LETHERZEM 5.0 nL INFRLAH LR ERLE,
HFHHREREAEOCHEN 1.5, RERELE. ALBERELE
e, FFRETFR, (M7 0.50 g (89%)KAxMiLo.

EA: C.H,NOF-HC1 #9+t J44: C, 62.34; H, 6.35; N, 5.19.
S@{E: C, 62.60; H, 6.30; N, 5.29.
% 34 5
3,3 = WA -4-5-REH%-T-X)ke g L i
1-FA-3,3—FHh-4-2X-4-G-AXF%kwh-T-R) k%
A 0.28 g (1.32 mMol) 5-#-7-# % jf=kwh# 0.19 g (0.088
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mMol) 1-FH-3,3-= WA -4-A K%K F¥, AREHERBEHEY 3
PRAEGFEMNFT0.17 g B3%)FEEY .
B

A 0.17 gm. (0.47 mMol) 1-F#-3,3-=F A -4-% % -4-(5-
BRI ekwh-T-K)%oT 4 0.36 g P EHB —KESHAH, AAL
BREES 3 PHMEGFEMNMET 0.11 g (70%) 1-F%-3,3-=¥
K-4-G-REHF,h-7-£)-1,2,3, 6-w9 AwrL.

#® ¥

/A 0.10 g (0.30 mMol) 1-F#-3,3-WE-4-(5-RAEH%vh-T7-
#%)-1,2,3,6-mw At A 0.20 mL (1.8 mMol) A T A& 1-R L&
¥, RAREHRB LR I PHEGFEHMFT 0.053 g (72%) 3,3-
ZWR-4-G5-REFkHh-7-4)-1,2,3,6-w AR,
&3

A 0.053 g (0.22 mMol) 3,3-=— W A -4-(5-RE HFkvh-7-

#A)-1,2,3,6- AT A 0.025g F LB 4, AR EHEREEH 3
TREGFTERGFT 0.070 g (91%) KiFHMiLd 9.
2P EMS: CHNOF 843t 5 44: 246.1294. R {h: 246. 1312.
%34 6

3-WHR-4-(6-ARFIHF%kw-7-1£)-1,2,3,6-w A & s i
1-F A -3-FHRh-4-F K -4-(6-RF I kwh-T-3) k™=

A 5.22 g (24.3 mMol) 6-R-T7-3&%XJ=%k"h# 5.19 gm (25.5
mMol) 1-FHA-3-FE-4-ARKkre F4, AR EEBI#G 3 T
R FEHFT 4.89 g BI%)HTENRLY, IMX-FRX-FHIKk
o REM.

=

Bk

A 4.89 g (14.4 mMol) 1-F X -3-FR-4-BR-4-(6-AREXHF%
i -T-K) vk e 11 g P EBE —KESW A, R KL 5B IE%E4H
SPRMAENFERMGFT 1.84 g (40%) 1-FA-3-FH-4-(5-RE 5
wkalg-7-%)-1, 2,3, 6-19 AT,
Btk

A 1.8 g (5.6 mMol) 1-F XA -3- A -4-6-REHFE-T7-
#&)-1,2,3,6-m &k fo 1.48 mL (14 mMol) R P B 1-R L& 4,
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EAAREBEBE&E 3 PHEGFEHFT 0.343 g 3-FE-4-(6-#
X HHkwh-7-%)-1,2,3, 6~ A WR.
m

A4 0.12 g 3-FA-4-(6-RKHF%kw-7T-4)-1,2,3,6-w A&t

e, AALBRBE®G 4 FPRAEGT ERRT AGALESY.
EA: C,.H.NOF-HC1 &4+t 3 44: C, 62.81; H, 5.65; N, 5.23.
SR 4E: C, 62.62; H, 5.49; N, 5.02.

%l 7
M X -3-FR-4-(6-RAEFkd-T-K)kee R I

A 0.78 g (2.43 mMol) 1-FE-3-¥H-4-(6-REH=%kw-T-
#£)-1,2,3,6-W AT, AR LR LA 4 PRHAEGF EHNF
T AR ESD.

EA: C.H,..NOF-HC1 &+ A 44: C, 62.34; H, 6.35; N, 5.19.
LA{E: C, 62.02; H, 6.23; N, 5.17.

5 5.4 8
3-FRh-4-(5-REH,wh-7-£)-1, 2,3, 6-w9 Ak o
- X -4-(5-R K Hkwh-7T-2)-1, 2,5, 6-v9 AT

1-FA-3-FE-4-F2RX-4-G-8 XK F%%h-7T-K) %"

A 4.0g (17.3 mMol) 5-R-T-# X jfkwh#= 3.86 g (19. 0 mMol)
1-FA-3-FE4-BRKEIFH, AALEB L 3 PHENF X
HIET 5.6 g (92%)FrEAD.

1-F A -3-¥H-4-G-8XF%wh-7-35)-1,2,3, 6-mawkZ A 1-F
A-3-WHh-4-G-REHF%wh-7-X)-1,2,5, 6-w9 &

A 2.19 g (6.2 mMol) 1-FHX-3-FHR-4-F#X-4-G-AEKH*%
M-T-K) ke Ao 4. Tg AP ERBEB—KESH I 4, KA LR %
SHREGFENHFET0.79 ¢ 38%) 1-FA-3-¥H-4-G5-8¥% I
kb ~7-4)-1,2,3,6-m A kA 0.18 g (9% ) 1-FHK-3-FHk-4-
(5-R ¥ F=kwh-7-4)-1,2,5, 6-m9 KBLoL.
I~FHREA-G-RAEXF%Hm-7-35)-1,2,3,6-w A% g LK

A 0.38 g (1.13 mMol) 1-F A -3-¥ X -4-G5-A X 5=%wh-T-
£)-1,2,3, 6-m AT A, AKX EEBEA6 3P RHAEGETHE
ARG T ERNFTAFELLSY.
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MS: m/e = 249 (M+1)
-WHh-4-G-FEHF%kwh-7-4&)-1,2,5, 6-wa e L& I

A 0.074 g (0.22 mMol) 1-FRA-3-FHh-4-G-[ X H=*wh-7-
H)-1,2,5,6-W AT AE, AR EEBIEEM 3 PRHEGLTHE
MR T EMAT ARANEY.

S HEMS: C.H.NOF #53t H14: 248.0842. SR {A: 248. 0826.
% 74 9
-WE-4-G-FTREXEFswh-7-%£)-1,2,3, 6-wa ke i %

1-F R -3-FRE-4-F K -4-6-FARIE X fokom-T-F)vkvz

A 4.0 g (17.6 mMol) 5-F A A -T-8 X jfokwh#f 3.94 g (19.4
mMol) 1-F A -3-FH-4-A Rk 4, XK LB LEMH 3 FH
R FERIFT 3.33 g G4%) M E/ED.

EA: C,H:sNOs 8§+t F44: C, 75.19; H, 7.17; N, 3.99.
E@{E: C, 74.88; H, 7.03; N, 4.17.
1-F A -3-F R -4-G-FERAXFokwh-7-4)-1,2,3, 6-v9 K%

A 3.13 g (8.9 mMol) 1-FEA-3-FA-4-FA-4-G-FaLX
ekl -T-K)%%E A 6.8 g T FTEABBR—KEH I, AXLERE
ol 3 PRAGFERNFT 1I-FA-3-FE-4-G-FREE HFkwh-
7-4)-1,2,3, 6-m9 S krE.

DA FEEMS: CyHuNO, 893+ - 4A: 334.1807. sc@l4d: 334.1799.
3-FH-4-G-FRE X fokwh-7-4)-1,2,3, 6-w &bt

A 1.22 g (3.66 mMol) 1-FX-3-FHA-4--FTAREXEH %k
~7-%)-1,2,3,6-w A 4, AR EBEBLES 3 PREG LT
#Hﬂ?r%ﬁiéﬁﬁ%%ﬂ T A4S,

2P EMS: CHiNO, #9it 44 244.1338.

Ek’iﬁ!‘l{ﬁ: 244. 1324.

%341 10
M X —Fo B X -3-F A -4-G-FRE X kwh-T-1) vk
A 0.30 g (1.23 mMol) 3-F R -4-G-FAREEF=kwh-7T-%)-
1,2,3,6-w Ao FF 44, RALERBEERM 4 PRAGFTEHET
0.27 M X-Fo R X-3-FHA-4-(6-FAEXFkd-T-R) ke Rbs
.
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FiZAMEREHA S0 oL — A TR FHERM 0.26 g (1.21
mMol) =B B —R T Ei# 0.29 g (2.20 mMol) = AR T A g4 72,
EERBHL 16 0 WG, BERAEBRAIWBIERS. BELMiT
Bk EEs, AESH 5% L8R TEWY TR .

HEoARTERBTRGFHRGBESBRERS, (457 0.034¢
BA-1-(RTEREEKE)-F-FRA-4-G-FRAEF+w-T-%)%
", HoAMERBMT RO FHERGBIRERS, 57T 0.30 ¢
WX -1-(RTAREZEL)-3-FPR-4-G-FERAEFxwh-T-%)%
.

M A-3-FHA-4-G-FRAXRFRwbp-T- K)o i g &

#0.30 g MX-1-(RTARAHEKX)-3-FRA-4-G-FALEH%
w-T-R)%RRAE 10 oL AN SR — ALK CRERTHORAODAEE
mBH 1O, Y ZRERSWRERSE, FHGE6HKEZELDE 60
CRERSGY 16 I8, KFT 0.16 g (96% ) KizMiL-4.
BX-3-FE-4-G-FAEX Fkmp-T-L)%e % 3

A 0.045 g RX-1-(RTAKAKK)-3-FHA-4-G-PALXHF
skl -T-A) kR A4, AALEBEEETFRX-FHAEGFEHG
7 0.034 g (93% ) KA.

Do FEEMS: HHH {4 248.1450. EZA{A: 248. 1443,

L 11
3-FA-4-(4-Z AT A X Fkh-7-K)-
1,2,3,6- Rk g L& 3%

1-FX-3-PR4-B R -4-U-=ZRPEEFrwh-T-H) ez

M 1.5g (5.7mMol) 4 Z R FHE-T--X k%A 1.26 g (6.2
mMol) 1-FRA-3-WRA-4-AR%RTH%, RAALER TR 3 T3
Reg 7 k3437 0.8 g (39%) i &4,

MS (FD): m/e = 390 (M+1)
I-FA-3-FRA4-4-ZRFAEF5wh-7-£)-1,2,3,6-w EAw*%

A 0.84 g (2.2 mMol) 1-FRA-3-FEA-4-BEA-4-4-=ZHFH
Fobkw-T-R)RkE A 1.6 g PERBR— KB AL, AALER
KB 3P RMEG T EHNFT 0.18 g iEisd.

MS (FD): m/e = 390 (M+1)
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3I-FA-4-(U-=RFREXHFokwph-T-K)-1, 2, 3,6-WABRTE LK
&

A 0.15 g (0.41 mMol) 1-FA-3-¥HE-4-(4-=ZRFEEH"%
wh-T-K)-1,2,3,6-W A4, AKX EBEBEES 3 PHEH X
THEFHERG T ERNFTARALSD.

MS (FD): m/e = 282 (M+1)
] 12

MR -3-FR-4-G-ZRPEEIHFkwh-T-X)vkoe b m 3
1I-BRTARAERE-3-FR4-2 X 4-G-ZF-FPHEEXF%h-T-4)
&8

A 4.36 g (16.5 mMol) 5-= R FE-T-£ X Jf=k#h# 3.50 g
(16.4 mMol) 1-®THREEK-2-FE-4-E Rk F%, LAk EE
Bzl 1 PRHEGFEEMFT 3.00 g idhsWm, AHEKEK,
m.p. = 133-136TC
MS: m/e = 400 (M+1)

EA: CyH..NO.F: 893t F44: C, 60.14; H, 6.06; N, 3.51.
S #@{4: C, 60.11; H, 6.11; N, 3.51.
Bk

M 0.75 g (1.9 mMol) 1I-RTEABZX-2-FE-4-FK-4-(5-
ZRFTEE Nk -T-H)keeH 1.40 g s FEBHEBR — KES WA,
EAEfERE#E 1 PREGFEERFT 0.47 g 3-FH-4-G5-=Z &
FREXFokwh-T-%)-1,2,3, 6-9 Ak 3-FE4-G-ZAFH
X HfFkwh-7-4)-1,2,5,6-w@ AW RS Y.

A 0.47 g (1.67 mMol) 3-FH-4-5-Z RV AKX =kwh-T7-
A)-1,2,3,6-mAmsE M -FA-4-G-ZRFTAXRFkdh-7T-4)-
1,2,5,6-W ARG RAEW 4, AR LEB IR 10 PRHEGF
HRMAT 0.15 g KAFHALEDY.

S FEEMS: HHHEE: 281.1262. Z@{E: 284.1269.
EA: CisHi(NOF;-HC1-0. 2 H.0 #§#+ Jf44: C, 55.72; H, 5.30; N, 4. 33.
A {4: C, 55.78; H, 5.18; N, 4.63.

%364 13
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-WHA4-G-ZRFEEHFokwh-7-4)-1,2,3,6-w A e L d &
- FA-3-PEA4-FE4-G-=ZRAFEAXF4w-T-RA)%"=

M 1.1g (4. 15mMol) 5-=Z R F A -T2 X jf=kwh# 0.93 g (4. 57

mMol) 1-F K -3-W R -4-ANRRKTIF%H, ARXLEREEL 3 PH
5 RS FHEEFTO0.70 g (A3% ) EdP, HEEEK,
I-F R -3-FRA-G-ZRFRAEF%-7T-%)-1,2,3, 6-9 AmT

A 0.67 g (1.72 mMol) 1-FA-3-FHh-4-BX-4-G-ZRFHL
Kotk -T-R) % H LIgN TR B —KESWIF%, AALER
Gt 3 PREGFTERFTT 0.29 g (46% ) EHLEY.

10 MS (FD): m/e = 390 (M+1)
-WHRA-G-=ZfFEEF%w-7-1)-1,2,3, 6-wane i m

A 0.16 g (0.43 mMol) 1-FX-3-FHh-4-G-ZRFELAXHF%
wh-7-24)-1,2,3,6-w Ak 4, AR LB 3 FHEG L
THEFHMERGFTENET A RREILEDY.

15 EA: CyH.NOF,~HC1 43+ F-44: C, 56.70; H, 4.76; N, 4.41.
SR E: C, 56.59; H, 4.66; N, 4.32.
FHA 14
3-W K -4-(4,5- = R ¥ HFekwh-7-%)-1,2,3,6-m Ankee @ i
1-FA-3-FA-4-FA-4-4,5-—REF%H-T-2) %
20 A 4.0 g (17.17 mMol) 4, 5-— H~T-:4 %k =k wh# 3.8 g (18. 88
mMol) 1-F A -3-WE-4-BKREK 4, AALBEBELHES 3 T8
R T ERFT 2.6 g U3R)FMENEY, AXEHKY.
EA: C,H,NOF,#9+#F F14: C, 70.57; H, 5.92; N, 3.92.
S@{4: C, 70.41; H, 5.62; N, 3.92.
25 1-FHA-3-WH-4-4,5-— @ EH,wh-7-4)-1,2,3,6-mg A&

M 2.30 g (6.44 mMol) 1-FA-3-FH-4-FHX-4-(4,5-— AKX
Fokm-T-R) ke A 4.90 g TP EBBE—KESWFE, AALbkR
LB 3 PREGFTERTTHEREDY.

m A HEMS: C.HiNOF, &9 ++ S 44: 340. 1513. @ {4: 340. 1503.
30 EA: C,H.NOF,#93t B {4: C, 74.32; H, 5.64; N, 4.13.

L@ {A: C, 74.57; H, 5.85; N, 4.05.

-WA-4-(4,5-—REF%wHm-7T-4)-1,2,3, 6 mawe im i
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A 1.12 g (3.36 mMol) 1-FA-3-FHK-4-(4,5-—R X%
-7-%)-1,2,3, 6-W AR 4, AXEBERBLEM 3 FPREHGF
#ET 0.70 g (83.5%) 3-WHK-4-(4,5-—RAEXF=%kwh-T-%)-
1,2,3, 6-9 & %7T,

5 EALERBEEL 3 PRHEGLXTHAEFMEKSG T EH 35
T REAF T KRS,

EA: C.Hi;NOF,-HC1 #9++ J44: C, 58.85; H, 4.94; N, 4.90.
%@ {h: C, 58.95; H, 4.91; N, 4.86.
%34 15

10 MR- Fe B X -3-F K -4- (4, 5- = ®RAEIFkm-T-24) %k

A 1.12 g (3.36 mMol) 3-¥HA-4-(4,5-—REHFkwh-7T-%)-
1,2,3,6-9 A 48, AA LB E#H 4 PRHEGFTERNFTM
AN FRX-3-FHE-4-(4,5-—RXFhb-T-R)RTZHGREW, #
EERARD.

15 BiZAMERREUNERA SR —RTEARE, FAKEWSE
A 10 B o &Mk, FLARTHRKRT RS FMIKGBIRE
K%, KFT0.15 gRA-1-(RTARAEBEA)-3-¥H-4-4,5-— &
Fiekvh-T-R)ke. BALAMBHEB T R F KGR ER
%, RAFT 0.54 gMX-1-(MTREZKK)-3-7L-4-(4,5-—R*¥

20 FFekwh-T-R) k.

MK -3-FHE-4-@4,5-—RmREF%wm-T- M) s i

AR HARAR B ks 10 Rk, @A AN B
ZERRFORERAEEMR A -1-(RTAEERL)-3-FH-4-(4,5-=
Rk -T-2K) ke #1509,

25 FHAaHEMS: 4 E: 252.1200. FEA{E: 252, 1181.
BX-3-FR-4-(4,5-—RFEFkw-7T-H) ke g i

ABFAXCHARRAREERBR EZXHNEM X FHARGF %, ad R
AN BB B LR O ERAEFRX-1(RTAEER)-3-FR4-
(4,5-— R A F%kw-T-X)% X m MG,

30 S HEMS: HH4E: 252.1200. FE R {4: 252.1188.

534 16
MK -3-FRh-4-(4-ZRPRAEekwb-T-H) vk w3
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M -1-FEA-3-FEA4-FEA4-U =g FPRAEH%h-T-%)%ez
A 4.36 g (16.46 mMol) 4-=Z R WK T-:2£ X f=%kwh# 3.30 g
(16.40 mMol) 1-FHA-3-FR-4-F Kk A4, ERKEEB LA
3 PHAMFEMNAFT 7.5 ¢ MXFRX-1-FA-3-FRL-4-2K-
5 4-(A-ZRTFTEXFkwb-T-R)ke, AR ERKY. HiaaKkpit
ITREEELL, AEH 0-5%2N R TEERN A TELTH
BExM., SHeRMERLHGBYy, FRERS%E, FFT 1.04 g
(16.3%) =4, AXEBLEKSY.
MR -1-FHR--FAA-(PRAERTCHERL)-4-U- =R FLEHF
10 =kwg-T7-H)%km
# 1.02 g (2.62 mMol) I X-1-F A -3-F R -4-BH-4-4-Z &
PREEXIHkwp-T-K) %A 0.98 g (8.00 mMol) 4-(=—F A RLK)
R 120l — R PP ERAERKS A, GRS WF A
0.71 mL (7.73 mMol) AR LB B T E, FHRAHARSGDAEFTRRESY
15 18 Jvbt. BiZREBRASWM 16 nL —AFEHEH, KEHEA 25 mL
K., 5B &4, SFtHAMRMBAKELR. KEHEAMARA 50 ol 44 Fo
RBAAKERAL, MARETERIIRERS, K57 1.05g (84
W) EEH, AFEERKKY.
TR %E MS: m/e = 476 (M+1)
20 MX-1-FE-3-FHA-U-=ZRFEEH%-7T-H)%=
¥ 1.04 g (2.19 mMol) X -1-FA-3-FR-4-(FRAEARK LA
FHR)-4-(4-ZRPE X HF=wh-7-2)%"2. 3.77 oL (14 mMol) &4t
Z(ETHR)HH 0.19 g (1.16 mMol) 2,2 BE-F THE 20 oL
PEPHEREDAZHTHAEY 18I K. BZRERSBREX
25 %, FRBRELAWHITSEF XM, (Varian SCX) & 3 sh4k, 4k A A 40 mL
1:1 R 9Pt : V8. 50 oL F&. # 50 mL2M R 69 VB X & K.
SHEHEFHNIES, HBRERS, KB THXEHRY., Kbk
HFTRREEEA, AR A 0% MANTEERZG AT EE
o, RERMEH 1% 2M BN TRERG AP REM. SHS5H W
30 MMy, SFREXR%, AAMBSEKRFT 0.66g (81% ) Ei4W,
AXLEHKY.
BLAR 7 / R 3
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A 0.41 g (4.39 mMol) A X -1-F R -3-PH-4-4-= R FRE
ek -T-R)RE A, RAEBER AP 3P REGFTEEH/TA
ALY,

Do PERMS: it HAA: 284.1262. LR 4E: 284.1272.
EA: CysH\:NOF,-HC1 #§ 3t £ 14: C, 56.35; H, 5. 36.
@ fE: C, 56.07; H, 5.34.
e 17
WX -3-FEA-4-G-AXfokwp-T-K)kr ;&
1-FR-3-FR-4-F Kk -4-G-REF%h-7T-L) %™

A 10.0 g (46.5 mMol) 5-R-T-# ¥ fekwh 4, AA LB
Laf 3 PHMEGFTERMT 12.3 g (T4%) W KX-Fo R X-1-F £ -
3-WAR-4-#K-4-5-REHkwh-T-3L)%kE,
1-FE-3-FRA-(PHAERKLBERL)-4-G-FE#%wh-7T-1)%

A

A 3.0 g (8.84 mMol) 1-FHX-3-PR-4-BX-41-(4-8 %%
WM-T-R)RR I, RALBER &4 16 PREGFEHMST 3.28
g (84% )i &b,

M -1-FE-3-FE-4-G-RXFxh-7-L) ke

A 3.28 g (7.4 mMol) 1-FX-3-FA A4 (FAARKRTLEEA
AR)-4-(5-REFokw-T-H) vkt 46, A K L E B L4 16 T
BFERAT 1.58 g (62% )i EHED.

AR AP/ i 3

A 0.11 g (0.32 mMol) MiX-1-FX-3-FH-4-G-A X =%
—T-FR)RR T4, AALBER IS 3 PRAEGF LG T 0.044 g
(48% ) K AR ML &%, AL EHIK,

%4 18
MK -3-F R -4- (4-R-5-REIFkwh-T-3)vkwe b g 3
1-FR-3-FHEA4-BX 4-(4-8-5-REH%-7T-H) %=

A 1.2 g (4.81 mMol) 4-R-5-R-T-£ X kw4, £AL
HREEY 3 PHEGFTEEMST 0.47 g (26%) MX-F R X-1-
FRE-3-FAA4-BE-4-(4-R-5-AEHF%wh-T-R) %=,
MA-1-F R -3-F R -4-(4-R-5-AREH%wh-T-£) %k
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7 0.56 g (1.49 mMol) 1-F A -3-FR-4-X-1-(4-&-5-&
EifFekwh-T-R)RE 4, RAALHB IR 16 TRHEG T HHEF
T 1-FA-3-PRA4-(FPAERCHBAL)-4-(4-R-5-R ¥ .-
T-H)kve. AR b 44 16 57k, AEAL=Z(ETR)HLEEZH
i, R THEEY.

BLAR > / B 2

7 0.12 g (0.34 mMol) M X -1-F & -3-F K -4-(4-R-5-R ¥t
skl -T-R)RE 4, AA LB LA 3 PRAEGFTERFT AR
MiLeY, ALEFK,
B4 PEMS: HHAE: 268.0904. LA {4: 268. 0899.
EA: C.H:NOC1F-HC1-0. 35 H,0 #53t . 44: C, 54.16; H, 5.42.
S®4i: C, 53.87; H, 5.42.

F 4 19
MK -3-TR-4-(6-REHFkepg-T- ) ke i

WX -F R X -1-FH-3-TH-4-X-4-(6-REIFkwh-T-2L) ks

¥ 3.74 g (17.4 mMol) 6-A-7-2 % =% 100 nL v S =k %
FHERABE-TSC. LR ZRA L RSV EERKFA-60CATH
EJEH A 20.5 mL (34.8 mMol) & T A 4R &R (1.7 M XIER).
=N DN EF'I%‘?X&ELWK:‘:%%# 15 2%, REXBZA N RS
R ERFE-TOCATHEERAM 3.78 g (17.4 mMol) 1-F 4%
“3-TLHR-4-ANR%KRELOnDL WAk T ER. BEAHE, FH
GZR N BEMBHFHY 18 I, BHERAZEZETR. REWRZALRS
WRAKMHE, R 2x200nl ZHRLEFR, 24 AMERER, AR
BETRIFRERSE. RO HFTHEKEELL, BE4A 25% C
BRUBH TR, AFEaHFhomse, FlERS%, /47 5.6
g OI%)MEN/ESY, ARTEHKY.
MR -1-F R -3-THK-4-(6-REHF,wh-T-3) %kt

A 5.4 g (15.3 mMol) 1-FHA-3-THA-4-FHX-4-(6-REH*%
w-T-R)RR A, AA L BB EEN 16 PREGFEXRFT 5.91
g (88%) 1-FA-3-TLHAA-(FEERTLHBAKL)-4-(6-AEHF v
-k, A e hKke. AR g4 16 FrE, BEMA=E(E
TR)BAREMF, KIFT 4.91 g iELbH.
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WL 3P / R 3k

/A 4.5 g (13.34 mMol) M X -1-F X -3-TX-4-(6-A X HF %%
—T-)vkve 45, RALBEBERS 3 PRHAEAGFERAFT 0.43 g
KiFAsm, Akagé Bk,

5 BFHEMS: m/e = 248 (M+H)
% 4 20

WX -3-FR-A-6-ZRFAEFFkwh-T-H)vke @ &

M- F B X-1-FE-3-FTAA-BZR4-6-ZAFEXfkwh-T7-

)k
10 A 0.53 g (2.00 mMol) 6-=Z AW A-T-# X%t 0.41 ¢
(2.00 mMol) 1-F R -3-FA-4-ARKTH¥, A LERBIEY

19 PREGFTEFNFTHENED.
MX-1-FA-3-FHA4-6-ZRFEAEXH%wb-T-2) %=
AA LI Ekd] 16 i, ¥R/ ALEREHEMA-—F L X-1-
15 FRA-FEA-BE4-G-ZATEAXNFRS-T-R)RTRESIE
RERE%WM0.20nL(2. 2mMo]l) REFEBR PE A, KFT7 0.77g 1-
FR-3Z-WEA-(FPHRARTHBEAR)4-6-Z AT EAX Frknh-T-
K)vkwe, Ak,
BTRFEMS: m/e = 476 (M+1)
20 AREH b 16 ik, RAAK=Z (ETR)GLEEEZWH, K
27 0.43 g Hr &b,
BFHEMS: m/e = 374 (M+1)
BLAR AP / B 3
A0.43 g MK -1-FR-3-FE-4-6-=ZRFEXfkh-T-%)
25 WRUEHA, AR LB LR 3 PREGFTERMSTT 0.052¢ K4
o
Lo FHEMS: CiHNOF, 893 F4: 284.1262. @ 4h: 284. 1266.
EA: C,sH,sNOF;-HC1-1.5H,0 #53t L 44: C, 51.96; H, 5.52; N, 4. 04.
g@4a: C, 51.98; H, 5.22; N, 4.17.
30 L34 21
WX -3-F K -4-(6-A-T-REFkwh-T-K) ke w3
MR -1-F R -3-FA-4-FK-4-(6-8-T-R-FFhwh-7-HL) %=
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A 4.00 g (16.03 mMol) 6-R-7T-R-T-® Xk 3.26 g
(16.03 mMol) 1-FHA-3-FHE-4-AK%"Z 4, AKX LB ELEH
19 PREGFEMNFT 1.50 g T FELED.

MR -1-FEA-I-FEA4-G-R-6-REF%m-T-K)%R=

B 1.32 g (3.53 mMol) MAX-1-FE-3-¥HE-4-2X-4-(6-R
-6-A X kwh-T-H)kT I, AR LB ELEH 16 X F %
HFT 1.55 g 1I-FA-3-PEA4-(FAARTHBAKL)-4-(5-4-6-
AE oo -T-3) k.
5T EMS: m/e = 460 (M)

A 1.07 g (2.33 mMol) 1-FA-3-FE A4 (FTEAAEAKRTLEA
£)-4-(5-R-6-AREXFkwh-T-H)k 4, AKX EzHEH 16 A
#, BEAZ (ETR)GREZHR, KFT 0.39 g iEhEy.
% Fehk EMS: m/e = 358 (M)

B /3

A 0.20 g MX-1-FA-3-FH-4-G-R-6-REH%H-7T-1)
WU A, RA L BB LA 3 PHEGFTERAT 0.049 g A4zA
oW, AkaeBK.

m p. = 242-245C (45 M)
B HEMS: CuHNOCIF &+ F14: 268.0904. £ AI{A: 268. 0906.
EA: C.,H,;NOC1F-HC1-0. 1 H,0 &3t 5 44: C, 54.95; H, 5.01; N, 4. 57.
L@M4E: C, 54.87; H, 5.21; N, 4.78.
5 34 22
A X -3 R -4-(2-FEXHFok-T- )k iR
1-FE-3-FE 45X 4-Q-FHEEFkbh-T-H)%R%

A 1.0 g (4.74 mMol) 2-FA-7-# X Jfr=kvhf 1.01 g (4.98
mMol) 1-F A -3-FE-4-AARKTIF4H, AR EEBEES 19 PH
EWOFENHFT 1.06 g rEeH, ABEHKD.

MR -1-FA-3-FE-4-QQ-FEXFkwh-T-H)%=

A 1.06 g (3.16 mMol) M X -1—F A -3-F K -4-ZKX-4-(2-F &
X Herwh-T-R) ket 45, AA LR LA 16 PREGFERNG
T 1-FEA--FEAA-(FEAERTBAR)4-QC-FEXfkwp-T-
K)ykee., AR bl 16 ik, AEAZ(ETR)GLEZZY
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B, RRTHENRESY.
LA 3P / 3

A 3.16 mMol MAX-1-FHE-3-FHA-4-2-FHAXH=%kvwh-7T-£)
TR A, BRALEBELES 3 PHAEGFERSET 0.41 ¢ A4
o, hkaeRBiKk,

BT EMS: m/e = 230 (M+H).
EA: C.:H,,NO-HC1 #53t H 44: C, 67.78; H, 7.58; N, 5.26.
S®{A: C, 67.35; H, 7.61; N, 4.96.
534 23
B X-3-FE-4-(6-AEFkwp-7T-HR)hc LR &
1-FRA-3-FRA4-#H-4-6-RAEH%d-T-R)%=

A 12.7 g (59 mMol) 6-A-T-E ¥ jF=k%h# 13.2 g (65 mMol)
I-FR-3-FRA-ERKRF¥E, AALEERBIEM 19 PRAEGF
FERFT 18 g LY.

BT FEMS: m/e = 340 (M+1)
BRX-1-FA-3-WE4-Q-FEEXH%wh-T-2)%=

A 17.5 g (51.6 mMol) 1-FHA-3-FH-4-FK-4-(6-RXH=%
-T-IR) kT, RALBRBEES 16 PRHAGFT EHFT 19.3
g 1-FA-3-FPEA-(FAARTCHBEL)-4-(6-REHkwh-7-2)
o R
BT EMS: m/e = 426 (M+1)

A 38 g (89 mMol) 1-FRA-3-FX4-(PHARKRTEAL)-4-
(6-RE ok -T-R)vkv ¥, AKX L S84 16 Frik, B3 A &
WE(ETR)HLAR, K187 1.4 g of TERALY.

BLAR ¥ /A% 3

M1l.4g (4.3 mMol) R X-1-F A -3-F A -4-(6-RAEHF k-7
E)ve ¥, AALEREH#RG 3 PRAGFTEFHERT AEHALS
.

EFREMS: m/e = 234 (M+1)
% 74 24
MR -3-F R -4- (Kt -4-K)kw ik 3
1-F R -3-Fh-4-F %k -4- (Kfhwh-4-H) %=
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A 2.0 g (10.2 mMol) 4-# X jf=kvhf= 2. 06 g (10.2 mMol) 1-
FE-I-FTHEA-RRKTHE, AR LB EED 19 PHEGFE
HIFT 2.24 g (69% )BT ELEW.

ZFREMS: m/e = 340 (M+1)
AR X -1-FA-3-FE-4-CEHf%kh-4-K) %=

A 2.1g (6.53 mMol) 1-F X -3-FHk-4-FHK-4-CKHkh-4-
Ak r4s, AALEBEBILEN 16 PHEGFENSFT 2.23 g 1-
FA--FTEA-A-(PRARTBAKX)4-KiFkh-4-3) %=,

A 2.23 g (5.47 mMol) 1-F R -3-¥E-4-(FHRAK LB A
) -4-CEHkh-4-K) ks A4, A A Lo E3Ed 16 ik, Bid A
= (ETR)GLAE, KHT0.67 g iELEY.

BLAR B /R 3

JA0.67 g (2.2 mMol) M X, —1-F A -3-P R -4-(GEH=kwh-4-1)
W T, RA LB I 3 PRHAEGFTERHFT 0.32 g 2454
e,

BN FEEMS: CuHNO #9+F H{5: 216.1388. Z@{4: 216. 1389.
%34 25
M X-3-FHR-4-(4,6-=—REXF%w-T-X)ke Em i
1-FX-3-PHE-4-FX-4-4,6-—REF%d-T-K)%R=%

A 1.27 g (5.45 mMol) 4, 6-—R-T-:2 % H=kwh# 1.16 g (5. 72
mMol) 1-FRA-3-FE-4-ANKKCH¥, AR EEREZEMA 19 P4
HREFERNFET 1.51 g (18%) PS4t
MRX-1-FR-3-FA-4-4, 6K EH%dh-T-X)%=

A 1.24 g (3.48 mMol) 1-FA-3-F R -4-Fh-4-(4,6-—— A X
ekl -T-H)vkE 4, RALERRB LR 16 PTRHREGTENFTT
I-FEA-3-FPEA-(FEAAKTBARL)-4-(4,6-— R EH%wh-T-
E)vkee., RAR Edefiél 16 Ak, AEAZ(ETRX)BAEZY
B, FIAT0.91 g (TT%)MERESY.

BLAR AP /B
J 0.60 g (1.76 mMol) A X,—1-F A -3-WH-4-(4,6-— R EH#
skl -T-K)RT A, RALBEBEX0) 3 PRHEGFTEEFT A4

A S
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S P EMS: CuHNOF, #93t H4A: 252.1200. E@4A: 252.1210.
%34 26
MR -3-FR-4-G-AREHF%kvh-4- )k hm #
1-FA-3-FRAA-FK-4- G-REXFfhwh-4-FK) %"

A 1.13 g (5.26 mMol) 4-#-5-R ¥ kA 1. 18 g (6.2 mMol)
I-FRA-3-FRERA-ARKTFE, AALERERG 19 PRHEGF
EHAT 1.21 g (68%)FiEiiom.

MR -1-F R -3-FE-4-G-REXFFkd-4-L) ke

F 0.50 g (1.47 mMol) 1-FRA-3-FE-4-FHX-4-G-ARXH*%
—4-) vk A, RALER A 16 PHEGFTEHFT 1-F
E-3-FRAA-(FARRKCBRARL)-4-5-REXHFkwh—4-1K) kL.
AR e 16 ik, REK=Z(ETR)GLEZMRK, 57
0.43 g (80% )M E/A M.

B4R P /3

A 0.42 g (1.32 mMol) M X —1-F K -3-F X -4- (5-F K I kv
4RI, AR LR E46 3 PHAGFTHRRTAFAL
4.

AT"REMS: m/e = 234 (M+1)
A4 27
3,3 = FHA-4-(4,6-=—RFEF=%xw-T-X)%kw L& i
1-FA-3,3-—FHE4-BA 44, 6——REXHF%h-7T-H) %z

A 1.17 g (5.01 mMol) 4, 6- =R -T-£ X fkvh# 1.14 g (5. 26
mMol) 1-F 3 -3,3-—WHh-4-B K%k H%, KA LEBLZ®E 19
TREGFERNFT 0.97 g G2%) M EHLEY.
1-FX-3,3-—FH-4-4,6-—REHkd-T-E) %k

A 0.84 g (2.26 mMol) 1-FHA-3,3-—F R -4-FH-1-(4,6-
ZREF kv -T-R) kA, BAALBEB IR 16 PRENF &
#HT 0.84 g B1%) 1-FHA-3,3-——FRA-(FREAKTLEEA
E)-4-(4,6-=RFHFkvh-T-K)kwe. AR L Ehp 16 A&,
AMEA=Z (GETR)GLARZW R (0.57 gn, 1.25mMol), #4F 7T 0.35
g (9% ) &EHEM.

BLAR Y/ R 3k
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A 0.48 g (1.35 mMol) 1-F#-3,3 —¥HX-4-(4,6-—REHF
kvl -T-R)KPET RS, AR BB LS 3 PRHAEGTERTT AR
A AH.

BT EMS: m/e = 266 (M+1)
% 3647 28
WA -3-FR-4-(5,6-—REHFkwh-T-RK)ke LM &
1-¥FE-3-FHE4-FE-4-6,6-——RBEFEb-T-2)%%

A 0.22 g (0.94 mMol) 5, 6-= R -T-i& X J=kwh#= 0.21 g (1. 04
mMol) 1-FHR-3-FE-4-ARKE 4, AR ERBELHEA 19 73
R FFERHIFTT 0.13 g 38% )M EHLY.
MX-1-FE-3-FHE-4-56,6-=REFEb-T-K) %kt

A 0.75 g (2.08 mMol) 1-FA-3-FHh-4-FX-4-(5,6-——R*
Frekwh-T-K) kv 45, RALBREHE 16 PRHEGFTEHEGT
I-FA-3FRA-4-(PRAKTEBAK)-4-(5, 6-=RAKXHF%H-T-%)
vkeE., AAKLEwEiEd 16 ik, RAA=Z(ETR)GLAEZW R,
#4357 0.23 g (32%) s Eies.

BT REMS: m/e = 342 (M+1)
PR AP /% 3

A1I-FAE-3-FEK-4-5,6-=REFkh-T-HL)ksE A%, £ X
LTHEBEEM IVTREGT ERAET XML,
ZFHEMS: m/e = 252 (M+H).
EA: C.H,NOF,-HC1 #4+ FH{4: C, 58.44; H, 5.60; N, 4.87.
S {h: C, 58.51; H, 5.35; N, 4.83.
% 74 29

3-FA-4-(4,56-=ZREHkwh-T-R)ke M &

1-FX-3-FTE-4-FK-4-(4,5,6-=RA X FRb-7T-HL) %

A 1.02 g (4.06 mMol) 4,5,6-=R-T-#XH=%vwh# 0.91 g
(4.47 mMol) 1-FHA-3-F¥HA-4-AR%CH4, AALERLZEH
19 PRHENFERNET 1.5 g 100%)FFEhoM.

ZFREMS: m/e = 376 (M+1)
1-F A -3-FHK-4-(4,5,6-Z X Fekwh-7-35)-1,2,3, 6-va & utot

A 1.3 g (3.46 mMol) 1-FA-3-FTA-4-FRX-4-(4,5 6-= 4
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MS: m/e = 403 (M+1)). 3% 44 3.5 oL AN ERG A XK T
HhPERTEREF 2., FEZRAERESWRERS, AR
WEBEPE Y. Bzaggr#tF 8 F X, E# (Varian SCX) 44, JF
WAR oA 2N R PEEREMZAE., 24 AMX-3-FH-4-
5 (3,5-=F-6-REFk-T-R)REGBL, FRERSE. KELYD
ERALERY, FRAIAALAYLEEZRLE, Bz EFRRERS,
FBErHESTLECR Y, FizE8FREE, KFT 0.066 gl X-
3-WHh-4-(3,5-—RA-6-AREHF%M-T-L)%wERE, HaéH

»W

10 % P MS: A {E: 302.0514. EA4E: 302.0503.
é\fr*\?snﬁii—l—(ﬁ'ri%ﬁi) -3-F K -4-(3-R-6-R K%
W-T-R) kS, FFRERS, KA T 0.075 gn. w EATE L
iR, k457 0.034 gAX-3-FH-4-3-R-6-REXF%wh-7-
Rz s, A éaéFik.
S #HEMS: HH/A: 268.0904. FR{A: 268.0901.
%4 31
MK -3-F A -4-(3-R-5-R¥EHfekwp-7-H) ke w3
X-3-FHX-3-(2,3-—8-2,3-—&-5-AREF%-7T-K)%k=w #

Z\‘Y

15

[
A
20 ¥ 1.00 g (2.22 mMol) Wi X,-3-F % -3-(5-A X JFkwh-7-4)
e B E A 125 mL AL PHERAFE 0C. A 0.91 g
(5.55 mMol) —RALBLE 10 L —#m LB Pk, HFEHRERED
WH 206, FERAERAWRERS, ¥ERLHEME 100 nL =
AP P, AR FERRERS. Y amd/ REBEEL 3 X,
25 KBTHEEH, AEEEERY.
AR
£ 0C, ¥R LA ST RGZWHEMAE 200 nL 0.5 N A AAH
HLEERY. BzRtWEEAFEE, BidA IN &K%
REZRGWMAYEY pH=1l. ¥ ZRAEBREGVBRERSG. BRI
30 ATR ARG 44 (Vydac &), M 9:1-1:1 1% B/ LHATHER
Bi. 2RO, FRERE. FELDHITETFIRER
(Varian SCX &) %k, BAMFTE LM, XEMA I NARAWTEER

e

>
e
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XHFekwh-T-R)%%E M 6.6 g FTRBBR—KEWA¥, AALER
Ebl 3 PRHEGTENFTHELESDY.

BZFREMS: m/e = 358 (M+1)
3-¥K-4-(4,5,6-=ZREF%w-7-£)-1,2,3, 6-v9 &

5 A 0.48 g (1.35 mMol) 1-¥FH-3-FH#-4-(4,5,6-= R EH"%
w-7-3£)-1,2,3,6-W A I, RAALEEBI&EH 3 PREGF
HHAT0.31 g (B9%)FiE4s.

ZFREMS: m/e = 268 (M+1)
&R

10 A 0.30 g (1.10 mMol) 3-F % -4-(4,5,6-= R EH==vh-7-
A£)-1,2,3,6-mwART 4, RALBEBEES 15 PRHEWG T EH
7 0.16 g kA4,

ZFREMS: n/e = 271 (M+1)
T34 30
15 M X -3-WH-4-3,5-ZRK-6-REHF%kwp-T-L)kr LB & fo
MK -3-FA-4-3-R-6-REFkw-T-K) ke L &

% 0.25 g (0.93 mMol) Wi X -3-F X -4-(6-REHkvh-T-%)
ke BB A TSl —RA TR THEREAAN 1 5HGAA. BEZRE
AREH, HEZREGMWAELERBF 210, REKZRERSBK

20 ER%.

BHHERRHEMAELSODL 0.5 NAAKTLEERY. KITHF
BRAFRBEF 200, Re@dImA SN EBERBL., Hixxrd
BT X A (Varian SCX, 10 g), MPE k. 542N ELS
Mg s, FRERS.

25 RELHET _APEY, HM0.22 g —HBKE &R TEH .48
nL —FAACKARLEE. R FERAERERN 1 0., ¥z
BREVBRERE, FHARHEMBAEL 100 L ZRTE T, KizE
BARK AR Atofe QAR RE R L, RARETE, FREXS.
BFARrATRKEELL, ASH 0-5% LR URY TRETH

30 EZRBL.

S LAMA-1T-(RTAEEL)--FA-4-(3,5-—&-6-AX%
ek -T-R) kT, HREKXRSG, FHFT 0.107 g(BFHE
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., SHEREHNHEBE, FEEKXRSE, 457 0.29 g (49% )M
R-3-FHE-4-C-A-5-REH=%kw-7-L)%kw, AKat Hik,
¥izBAKEME 10 DL 2R TEY, M 3.3 0l 1 NRAAWLE
HERAEEFER., ¥iZE5%RA 150 L L& %8, FAEAFTRRHE
16 hny, KizEkidE, FAEGOCATF®, %47 0.32¢g (9
%) AARMALS Y, HaE Rk,
SaPEMS: HHH4E: 268.0904. ERE: 268.0911.
% 54 32
oMK -3-FHh-4-(6-REFkwh-T-K) vk i i

1AW EMA-3-FA-4-(6-R-XFkwh-T-L)%kw 5 1
LFS-()-3-EBH-S-HREMBLADGAKITHLEY. Hizrd
MARNELTR, MLUE/LRUEBEMERAEELSS, K57 90-
5% stk F ML F (e.e. )WMWMA. ALBRLEHF —F2ruzBWRER,
RETETHAX-HEAKAFIHGIK, o THFHT -HEE

KF R
m IS S
I B X, C24 H30 Br F N 05 S
g X5 543. 46
= 293 (2) K
%K 0.64300 A
o & R E
72 Ja) B P2 (1)/n
s e R+ a=17.099 (2) A
o = 90°
b = 13.405 (4) A
B = 90°

from? reflns with
c = 26.763 (7)) A
y = 90°

V=2546.7 (13) A3 Z =14
% B (G 44D 1.417 Mg/m"3
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B & & 1. 737 mm -1

f Ak R 0.010x0.015% 0.2 mm
KR O0EH 1.38 - 25. 33°
FHEH -9<=h <=5 -14<=k<=9, -22<=1<=32
i S \w 2 4%
B4R 69 RSt 5962 [R (int) = 0. 1152]

WA X-HEBLELT FEMNFHAER 2 EmX-3-F£-
4-(6-REH%m-T-H)%kTE3 (R), 4 RV BxHA,

1% 3£ (0.80 gm) A 40 mL IN R AALAA T, FRAFARTHAR
AaFB., FAHAMAE KA 50 nL K= 50 ml 48 Fo AL A K&
Bk, MRARETBRIFRERSG. BALWEMRE S ol 08 L
b, FA 2oL INRAKH LRERAEZER. FHBEREAT
AR, &, F¥ZEHAKEGCTHR, KMFT0.33 ¢ (H-WMX-
3-(R)-FPHE-4R) - (6-RFEIF=kwh-T-K)kz ik & .

[al)” (¥®, ¢ = 10 mg/mL) = 61.85°
EA: C,.H.NOF-HC1 #43t 5 44: C, 62.34; H, 6.35; N, 5.19.
S@ME: C, 61.97; H, 6.24; N, 5.18.

RHEARELHGFTRAABLAKRERAERE, FRFEARTR
MAN>FR., RA 1:1 L8B/LBRTETH R-(+)-3-2 B H-8-% 8%
LBELAY. B 11 LR/LRUBERESLELEL, EH/TAT
98% e.e. AWM. e LA K53k (0.76 gn) L XA m oy R & 3,
KT 019 g ()-MX-30)-FE-4(S)-(6-REHF%b-T-£)%
e Rk
[al, (P8, ¢ = 6.49 mg/mL) = -64.71°

# 3t XM ChiralPak AD 46954 HPLC & & stwkfF#it 2, A
99:1:0.1 TH/TEB/ T hAREA 1 nL/24 8% E FTEEEK, 5
B R A 280 nm A E.

% 34 33
(=) -MX-3-FHE-4-G-REHF%xwh-T-X)ke ;e &

18 g (71 mMol) 4} # Ma X -3-F 2 -4- (5- R E FHkwh-7-4)
WA 200 mL 2-THW P& A 14 g (71 mMol) (S) -+ ¥ 4 &t
BRA(S) - B PR HE, BITEKEL. KBRS
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¥, FRBEERE. BRIV EREDAKESTH 750 ul 2-T &8 ¢,
REhATRBHEIIE., A2 nl 2-THEKESEFLEL, ¥7
T8g99%e.e. P, XALERELES I PHRAGFTEHZE
ik Egd, KHFT O)-MmMA-3-¥RE-4-G-REF%kvh-
T-K)kee B 3.

(o] (FH&, ¢ = 10.82 mg/mL) = -103.5°

EA: C.H,NOF-HC1 #93+ % 44: C, 62.34; H, 6.35; N, 5.19.

@ {E: C, 62.25; H, 6.20; N, 5.20.

BERMFAF—REFAFRHNEHF B A R -7 LA
BAe R) -3 MBI RESWAEEHRERES BRIk it
Mk, bR LBk ESE, BRTERX-3-FRA-4-G-£
Fobekw-T-K) ke i m &,

% 34 34

3, 3= WA-4-(EHekwh-7-4)-1,2,3,6-w At &k &

A T-ig X kg 1-FK-3,3 —FR4-ARKREFE, AKX
FERIEAEN L PREGTEHNFT 0.34 g KiFALEY, AHE
B K.

BFREMS: m/e = 228 (M+1)

%34 35
3,3-=FH-4-(6-REHf=%kwh-7-%)
-1,2,3,6-m3 S Wb A 3

A 6-R-T-B X kv -FX-3,3-=FA-4-AR%THF

¥, RALERBERG S5 PHAGFTEHHET 0.15g KA Y.
BT E MS: m/e = 246 (M+1)
%7 %] 36

3, 3- =P A -4-(5-REHF=kwh-7-%)
-1,2,3,6-m A wbeg L m 3
A 5-R-T-#XjtekvAe 1-FRA-3,3-=FRX-4-A XK
¥, BALBBEEP S PRHEGFTERIFT 0.29g KRS H.
HFHEMS: m/e = 262 (M+1)
%3] 37
3,3 WA A4-G-REH%kwh-T-X)mker i m
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A 5-RA-T-#Xit%vhf -FA-3,3-=FH-A-AKKTIF
¥, AARXEEBIERG 27T PREGFTEHFT 0.23 g AiaHLd
Y.

EA: C,HNOC1-HC1 #9++ ¥ 44: C, 60.01; H, 6.38; N, 4.62.
S#{i: C, 59.85; H, 6.43; N, 4.65.
F 364 38
3,3 R-4-G-REF%w-T-R) ke s &

A 0.20 g (0.82 mMol) 3,3-—FHR-4-(5-REH=kwh-T-4)-
1,2,3,6- Ak 45, RALBERB &S 4 PRHREGFTEHNEFT
0.063 g XArH1L4%.

BT % MS: m/e = 248 (M+1)
%34 39
M X-3-TA&-4-(5-REHFhwb-T-R)%kre h ik &
A 5-F-T-#Xtkvhfe I-F R -3-T X -4-BRKTA#H, LK

L#mgieyl 16 FTREGT EMNFT RFALGY, ARBER
K.
#4PEEMS: St J{A: 248.1450. X A4A: 248. 1443.

% 2 40

()M X-3-FHE-4-(5, 6-=—R A Fhh-T-H)kw i &

¥ 5.3 gohilsem A -3-FH-4-5,6-—REHFxh-T-5) %kt
AITMLO. ISMEZE W L-BLBR RS M T HERMA K G
L-BoBRRAGHWRAABIHEESAZ 15 oMol —x G F8E-1-F 5
B, —XVPBRA-1-BoR. s PEVTBRE-1-BLREMAL 250
ML ZEB v m#lfe). WiEgAdHEEER, FATEEKERK.
A 370 ML 4:1 z& /A ¥ZzB&EL S, A 250 ML 1:1 28 /K
BREGEARELR, KHET 2 g 9%%e.e g, Hizdk 10%
AAMAEPEARTAGSZ M4 R, FANMABERS, Feisd
Bt KETAKRARLSDY.
laly” (P&, c¢ = 10.5 mg/M1) = -58.88°
EA: C.H,NOF,-HC1 &3 f44: C, 58.44; H, 5.60; N, 4.86. &
{: C, 58.40; H, 5.60; N, 4.88.

a4 41
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3,3-—WHA-4-(4,5-—REHF%w-T-%1)
-1,2,3,6-v9 &wtow g 3
B 4, 5-——f-T-2XH%whh 1-FE-3,3-—9F1-4-AR%keT
Frds, RAERBEES S FRHEGFEHNFT AGALESD.
% 4] 42

BX-3-FHh-4-(5-REFkwh-T-H)kw hm
AAEBEBEED 16 G7EHNFTRA-FRX-1-FA-3-7
R-4-G-REH%wh-T-R)RCRE Y. ¥iaRSWERLETK P,
Ft Tk &AL, A 100% SH/0% B TE - 0% Tx5/100%
LB AT HELR. 54 ARX-1-FH-3-FH-4-G-REH

10
kol -T-R) RSBy, FRERSE, KFT 0.84 g MELLH.
EALEREHRY 3 PRHEGFTERFTREAELRBE, M, k&7
0.60 g (86% ) KArMiLod, Ak G EHK.
BoHEMS: HHEAE: 234.1294. FERE: 234, 1280.
15 5 34 43
WX -3-WA-4-CEsteskwh-7T- L)k & 3
AT g (35.5 mMol) 7-3#k jfekwaf 7.9 g (39 mMol) 1-F %
3-FRA-4-ARRTIFE, AALEBLEG 19 PREG T EHF
T 1.92 g Cl1e)XiFHMeH, HAa&EH XK.
20 FEA: C.HNO-HCl &3t H14: C, 66.79; H, 7.21; N, 5.56.
%R {A: C, 66.41; H, 7.02; N, 5.70.
%34 44
MR -3-FHA4-B-RFFkwh-T- M)k ;3
A 0.50 g (2.0 mMol) Mt X,-3-9F K -4- (K Hokwh-T-R)wkre 3
25 BREFE, AKLERBEEA 31 PRAEGFTENFT 0.62g (31%)
AiFAeHm, hkas Bk,
S HEMS HF4E: 250.0998. Z@{4: 250.1016.
% #4745
FoMmX-3-FHh-4-(4,5,6-= R EHfkwh-T-4L)%kx
30 A 1.65 g X -3-FH-4-(4,5,6-= REHkvh-T-4)vkrz

, AALEEB I 33 PRAGFTEHNE L —FxdmFMik, =

¥
AEI-BER-8-BRAGKRAEZZAFHEHEITH.
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% 34 46
3, - =W A-4-(5-REFkwh-T-H)kve hog &
A 5-R-T-#XFekwhfe 1-FHA-3,5-—FR-4-RKvkF
¥, RALEBERS 18 THEGTEHNRT AKALESN, AKX
5 HE B,
I 4T
MR -3-FHh-4-(6-R A Fkwm-4-L)ke i m &
1-FA-3-FER-A4-FRX-4-6-RA Kb -4-F )k f 1-FH-3-
PHR-4-X-4-(4-REFkdh-6-3) %k
10 A 1.45 g (6.74 mMol) 4-#-6-REHFkwhh 4-A-6-:2%
kbt RAS A 2.0 g (13.5 mMol) 1-FHE-3-FH-4-AK%%I
¥, RAALBERBIEEMA ISPHEGFEHNHFT 0.77 ¢ iEFRAY.
BT REMS: m/e = 340 (M+1)
WA -1-F R -3-P R4 (6-RFEF R4 )RR M -1-F K-
15 3-FA-4-(4-RE fkh-6-4) Rk
A 0.77 g (2.3 mMol) 1-FA-3-FH-4-FK-4-(6-R¥ENF%
w-4-K) ke A 1-F R -3-FE-4-FE-4-(4-REFkvh-6-K)%
R ESWMIT, RALEBEES I8 FPRAGFTERFT 0.42 g
P & .
20 BFHEMS: m/e = 324 (M+1)
MK -3-FE-4-(6-FAEHEh-4-A)REFMX-3-FL-4-4-A
) kwh-6-4) ko
A 0.40 g (1.2 mMol) A X -1-F A -3-F A -4-(6-R KX =knbh-
4-) ks e A K -1-F K -3-F K -4-(4-REFFkwh-6-X) %k H
25 WMAYFE, AALERBERG 3 PHEGFTENAT0.12 gHE
e .
5 % 5+ # Ak
¥ 0.12 g (0.51 mMol) Wi X —3-F X -4-(6-A K HF=kvh-4-4)
e 5 M X -3-F A -4-(4-REXFkh-6-K)RkRGRASHA 0.077
30 g (0.56 mMol) B 47 2 nL wE kv 2 nL K P B FRAHZE
0C. MZEF&RPMA0.12 g (0.54 mMol) — & — R T £ 2 nl
WEARMTEHER. FZALRGYREXEIER. 200G, BEZR
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BREMECBRLUELEKRZAS R, BANARRRETRFRER
%, FATO0.15 giaX-1-RTAAEKX-3-FHE-4-(6-REHf=%kh
“4-F) KT EMX-1-RTAEEE-3-FA-4-(4-REHkwh-6-
R Rot. Rtk e E%eit, AR 10% L&
5 LEWHORER., ¥AAE AN TAO MRS &, FRE
W, HIPT 0.042 g MR -1-RTAEBZA-3I-FHR-4-(6-AREH
skvh—4-R)kv., HiZALPAE | DL WR %P HEEZMA 3 oL IM
AN LBERRE, JERAWRLEHS, HEARTEA.
120G, FEanemdE, KMF7 0.006 g XAAKESH, A
10 @& Bk,
=T E MS: 234 (M+1).
% 345 48
2-F R -4-(4-Z R P AKX 5tkwh-T-4)-1,2,3, 6-
wWEARRER L 2-FTR-4-(4-ZRFTEEXFkvm-T-1)
15 -1,2,5,6-w A &k i
A 0.60 g (2.28 mMol) 4-ZRAFRA-T-# X% 1-(RT
AABRE)-2-FRA4-FARRCHE, AXEEBELZEN 1 PRHEY
FEFMAT 0.070 g AAFALAEHEYRED.

MS(ES+): m/e = 282 (M+l)

'H-NMR (MeOH-ds): & B8.02 (s, 1H), 7.60 (4, J = 7.50 Hz, 1H),
7.50 (4, J = 7.30 Hz, 1H), 7.05 (s,1H), 6.70 (s, 0.6H), 6.59
(s, 0.4H), 4.25-4.10 (m, 0.4H), 4.05-3.85 (m), 3.46-3.36
(m), 3.10-2.82 (m), 2.82-2.60(m), 1.58-1.35 (m, 3H).

20
% 7% 49
2-F K -4-(4,5-=— R A Fkwm-7-%)-1,2,3, 6-
vy SR g e 2 K -4- (4, 5-— R E kb -T-4)
-1,2,5,6-m & vtee L ag
25 A 4,5-—R-T-EXF%kvhf I-GRTREZER)-2-TE-4-%
RRBEITF$, AR EEB I 1 PRAEAGFTERHNAT 0.078 g Az
ML RAY.
MS (IS): m/e = 250 (M+1)
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%341 50
2-FP A -4-(4-R-5-REHF%h-7-%)-1,2,3, 6-
waARRER L 2-FR-4-4-R-5-REHkwh-7-R)
-1,2,5, 6-v9 S wbvr AR 3%

A A4-R-5-R-T-2 X tkwhf I-(RTAEAZER)-2-¥HA-41-54
Rokwe, AR EEBEES | PHEGFTEHFT 0.035 g XiFMHdL
S RAsY.

MS (IS): m/e = 266 (M+1)
% s 4 51
2-F & -4-(5, 6-=— R &I =%wh-7-4)-1,2,3, 6-
WaARE LB E R 2-FE4-5,6-—REXHf%h-7T-1)
-1,2,5,6-v9 S ubvr 3z 3

# 2.28 g (9.8 mMol) 5,6-=—H-T-& X =k %h/E 30 mL v &7k
MP BRI E-T8C, KismA 9.8 nl (19.6 mMol) R T A 4
(LIMw & %kvhiEk)., WH 30546, B304 #EMmL.9 g (8.9
mMol) 1-(RTHREZEKL)-2-FA-4-AK%AE 20 nl w9 & =7 f
MER. 16 IEHEZRERESVWEAEITE, REREXRS. ¥
REHEmEe 200l TR E Y, J4RAM 50 nl IN &8, joh 8
BRARKER, FHFIAAKRERZFR. FHLEHIAARBEET
B AR, AT 1-®TAREARL) -2-FHR-4-£4-4-(5,6-
ZREIFkm-T- Rk AKX L RS 1 RS R B R AR
AP ey,

MS (IS): m/e = 250 (M+1)
534 52
2-L A -4-(5-RAEIFkh-7-%)-1,2,3,6- A % & & o
2-L Rk -4-G-RAEF,wh-7-%)-1,2,5, 6-w A E LK &

A 5-R-T-#X kA I-(RTAEABZR)-2-TA-4-8 K%
I, AR BB IEED 1 PHEAGTEHNRT AFEL2 e
o,

ISMS: m/e = 246
%54 53
2-L R -4-(4-Z AP A XK Fkwh-7-2£)-1,2, 3, 6-
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WARTERLER 2-LE-4A-U-ZRFPEEX S %d-T-1)
-1,2,5, 6-v9 F b

A A-ZRFTE-T-2X5vwhf I-(RTEAEBA)-2-T1-4-
AR, AR LEB LG 1 PRHEGTEHNFT AGALS
Y6y iRoW.
ISMS: m/e = 296

5% 34 54
M X —Fe B X -2-F K -4~
U-ZRPREHF%H-T-L)re b m i

M 1.5 g (7.11 mMol) 4-Z R FTRE-T-E Xk 1-FHE-2-
PHR-4-FRKTIF4, AALERBIEY 16 PREGFTEHNFT
0.171 g & 2MX-FRA2-FE-4-4-ZAFTEAEH%kw-T-1%)
R RAW. ¥z RePWEITRKEELL, KR TE MK,
AAMEH T REREEMX -2-FR-4-(4-Z R TP Xk h-T-
E)vkwe, %457 0.052 g (26% )40 h bk 3k,

'H-NMR (DMSO-dg): 8 9.39 (br. d. 1H), 8.28 (d, J = 2.2 Hz,
1H), 7.64 (4, J = 7.9 Hz, 1H), 7.35 (d, J = 7.8 Hz, 1H) 7.09
(m,1H), 3.51 (dddd £F4 tt, J = 12.1 Hz, 12.1 Hz,

3.5 Hz, 3.5 Hz, 1H), 3.47-3.32 (m, 2H), 3.18-3.05 (m, 1H),
2.18-1.95(m, 3H), 1.89 (ddd %#% q. J = 12.2 Hz, 1§).
MS(ES+): m/e = 284 (M+1)

HRENTEMNFANEAN LR ERLRR X -2-FE-4-(4-Z A
WIRRX JFekwg-T-H)vkee, KA T 0.015 g (8%) Mmpeg ik,
'H-NMR (DMSO-ds) : 8 9.20 (br. s. 1H), 9.00 (br. s. 1H), 8.28
(d, 3 = 2.2 Hz, 1H), 7.64 (4, J = 7.8 Hz, 1H), 7.39 (d, J =
7.8 Hz, 1H) 7.09 (m,1H), 3.78-3.64 (m, 2H), 3.35-3.22 (m,
1H), 3.16 (dad, J = 13.1 Hz, 4.1 Hz, 4.1 Hz, 1H), 2.27 (ddd,

J = 14.2 Hz, 11.4 Hz, 4.7 Hz, 1H), 2.20-2.02 (m, 2H), 1.91
(ddd, J = 13.9 Hz, 3.3 Hz, 3.3 Hz, 1H), 1.43 (d, J = 6.9 Hz,
3H).

MS(ES+): m/e = 284 (M+1)
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% 34 55
3,3 = FHE-4-(4-REF=%kh-7-X)
-1,2,3,6-v9 & wker A 3
A T-8-4-R Kk 4, AR LEBEwM 5 PRHAEGF &
T AAEELE.
HRMS: CisHi:NOC1 &9+ H4A: 262.0999. S fh: 262.1015.
EA: C,;H.NOC1-HCl #5++ H44: C, 60.61; H, 5.74; N, 4.609.
<@ 4E: C, 60.08; H, 5.53; N, 4.40.
% 74| 56
3,3- =W RA-4-(5-FREXFFkwh-T-%)
-1,2,3,6-w &t ik 3
A T-%-5-FAREEXIF KT, AALERB &ML PRHEY
FEWNAT ARALESY.
HRMS: C.¢H,oNO, #93+ S 4A: 258. 1494. £ @l{4: 258. 1505.
%34 57
3,3 =W R -4-(4-RKIF=kwh-T7-)
-1,2,3,6-v9 Kt a3
M T-8-4-REHFkvh 8, ARAEEBERG 5 PHEGF &
G T XA,
HRMS: C,;HNOF &3 F{4: 246.1294. £ R 4E: 246. 1290.
% #.4] 58
3,3 = k-4-(5,6-— R EHf=kwh-T-4)
-1,2,3,6-w &t & 3
7 3.38 g (14.5 mMol) 7-#-5,6 — R %X f=kh# 3.0 g (13.8
mMol) 1-F3-3,3 — P E-4-A K%k HE, AALEBEBLEH 51
PREGFTERFT 3.7 ¢ (68%) 1-FH-3,3 —FE-4-BH-4-
(5, 6-=— R F J=kwh-7-&) vk ez,
ISMS: m/e = 372 (M+1)
EALEHEBERY 5 PRHENFT EHZREZILK 0.12 g X7
Aie.
HRMS: CisHisNOF, #93F 44: 264.1200. R {4: 264. 1188.
%34 59
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MR -3-FRAFEAA4-G-REFEw-T-L)w kg &

A T-#-5-REHF%kvhF I-FA-I-(RTA-FTATARRAE
R)FR-4-BRRRA¥E, RALEBEES 16 PIHEGF 50T
TAREAIEDY.

ISMS: m/e = 250 (M+1)
5% #4160
AR 3,3 =P H-4-(4,5-—REHkdm-7T-2)
-1,2,3,6- R BB —F ok

# 0.483 g (1.34 mMol) 1-(WTHEEAZK)-3,3-—wWH-4-=
RFHEBEAR-1,2,3,6-w AW/ 5 ol AEMEAN 9:1 X £
ARTHEREITAZST, FRARAMEIRABR XA, GEER T
A 0.008 g (0.036 mMol) T 454 0.024 g (0.092 mMol) = % A
B, PR REHEFE 504, REAERAERSH ¥ A 0,28
g (1.41 mMol) 4,5-=— R K kh-T-A M. 0.085 g (2.0 mMol)
RACAE, F0.74 mL (1.48 mMol) FAAM &G 2.0 M BB KK k.
Widam I RAT/RAWEKRFZRODHE, MAWE 4 W,
REEEZRHH 16 V. LERBZRERADEKRE LEBEZ WY
Ba. WHARABALBASFIR, SFMARENM, RAARSTIEFBE
Kag, FRADRITARKEELL, A 0% 2B LBECE PO R
SHEB. SR ML, B ERS, 437 0.374¢g (76.6
%) 1-(BMTREEKRK)-3,3-=FHh-4-(4,5-— A X Hfkwh-T-4)-
1,2,3,6-m Ak, Hha&BKLEH. ¥ 0.246 g (0.68 mMol) 1-
(RTAREERX)-3,3-—F R 4-U5-—REHF+w-T-4£)-
1,2,3,6-w AR A3 L 2 MALEAN LB LEERTHER TS
A 3P, WZREREWRERSE, RMAT 0.202 g A4t
S, AKBERK,

%347 61
3,3- =V EA-4-(4-ZRFEEHkwh-1-2)
-1,2,3,6-w Ak s Lk

M@U-ZRPRAR R wh-T-2) MB T4, AALEREEH 60
TR T R R T AR ASY.

m.p. = 179.6-180.97C
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EA: C,cH,:NOF,-C.H.0, #93+ L {4: C, 58.39; H, 4.90; N, 3.40.
g@{4: C, 58.09; H, 4.78; N, 3.43.
5 364 62
Bk 2-FHh-4-(4, 5-=RAEF.h-7-4)
-1,2,3,6-w A ARG F —F %k
# 0.5 g (2.53 mMol) 4,5-= R ¥ t=kwh-7T-XME&. 0.872 g
(2.53 mMol) 1-(RTHRAZFX)-2-FRA4A-= R PHmAAL-
1,2,3,6-v3 &wkvz. 0.806 g (3.8 mMol) A 47. # 0.146 g (0. 127
mMol) W (ZXRABA)LLE 0 sl W EAS P ROBETAET,
FRARAMEIRABREA. BERERSWMERKE I D, KB
BN 250 mL B Y, 2 haAErRTE, FaELRA 200 nL
L, HBEAANERRERS. BRAYRITRIRKE# LA,
AR, RO% LRLEACE FHRAMER. SFSHNE
e, FRERS%, KHFT 0.65 g (74%) 1-(RTAEARK
HE)-2-FRX-4-(4,5-— REH%H-7T-3%)-1,2,3,6-w &-www. K
0.62 g (1.77 mMol) 1-(RTHAXZEA)-2-FHA-4-(4,5-=R¥XFf
wkoh-7-24)-1,2,3,6-w AWk £ 10 mL 4 M AL A ALK Tik
BRPHERTESRF 200, BERAEREGVWRERS, FHK
A ELE TR, KFT0.44 g (86% ) AAFAILED.
%3 63
S 2-FE-4-5-REFkh-T-R)
-1,2,3,6-m Ak Ry 5 — 7 %k
A T-#-5-AEX kv -FE-2-FRE 48RRI, AKX
THBEES I PREGTENMAT AGALES.
HRMS: C.H;NOF 643t F44: 232.1134. SR 44: 232.1138.
%34 64
4 5h il M X -3-F R —4- R ekwh-T-) k=
# 0.7 g (3.2 mMol) $hii & MR X -3-F A 4-(CK 5 =k"h-T-1)
%eh 1.4 g (3.1 mMol) (N)-4FAXFHEABLR., (HD-HMAXT
BABLH. p(H)-NEAXTVRAB RO RSO ERLEL TE AR
AT®Honl2-THRPf., ¥izRAWAHZE20C, FRFTFEKER
., BHZBEAKEME 140l 2-TWY, FAheEBEF I X, Asth
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AR S 40 mLxH, BSFEKRENBRGTIE, KHF7 0.050 ¢
#He.e. =92%). ¥ HAEMAE20 0L 2-THEY, FAEAFREH 2
X, RN, ZAXE ool M. @dFERKENBRYITE, ¥
57 0.020 g#(e.e. =97.7%).
5 4 B Chiralcel OD # ik HPLC R Z sk FH AL E, A
99:1:0.1 Tl : LB : LA B®RM. K&k = 1.0 nL/24. HArsd
B F M AR89 4R 8 I 5 13, 2 A= 15. 8 4 4F.
% 7 4] 65
(=)~ X -3-F K -4- (2-F A -5-RK I ok wh-T-K) ko s 3k
10 ()-MAX-1-(FBTRAKK)-3-FH-4-G-RFHF%kw-T-R) %%
¥ 1.0 g (3.7 mMol) (-)-MEX-3-FH-4-(5-AXKHFkh-T-
K)o A 80 ml =R PP o9k kS P A, KEMA 25 nl4b
FREBAARERLE, 2 )/G/EMm 1.21 g (5.56 mMol) =& B — &
TEA20 DL R FXPHER. B ZREZRSHILHF 11 I,
15 &84 BARBARAFTRA>FR, SFHAAENM, ARk
FRIRERSG. AL DETRKEE %, AESAH0-25% L&
LB TIRAER., GIFSAMETHOBL, FRERS, KFT
1.15 g (=) MA-1-(RTREAEKE)-3-FHA-4-G-REXHF=xw-T-
) vz,
20 itk
¥ 0.100 g (0.3 mMol) (H)-MX-1-(RTHRAEK)-3-F -
4- (G- EHFkvh-T-H)vk"2 & 2 nL WAk P agik b I 5-78
C. WiZEZRFHEMO0.38mL (0.6mMol) ET 42 (1.6M TEER).
BHLS24E, mA0.02 mL (0.33 mMol) Bt Wk, H &R FRA
25 HAE-T8CHH 3. HiZE %M 0.06mL (0. 1 mMol) £ T K42 (1.6
MTrhzE&E)&HE, KEM0.02 nL (0.33 mMol) s ¥ ke & ¥ . A -T78
CHEH 1 IHE, ARZALRESH PR AMA 0.06mnL (0.1mMol)
ETRALZ(1.6 M ORER)F 0.02 nL(0.33 mMol) s P, KE¥K
GREDEERBEH 141, REESnL XEFKE 40Dl TH LT
30 Bz 4. BAAFEERA SN 20 nl 945058 B S48 K E R A de
AR KER LA, SANAARRETRIBELRS, KFT
O -1-(WRTAREERE)-3-FEA-4-Q-FE-S5-REHFkwH-7-
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)k,
AR A7 /B 3

# 0.104 g (0.3 mMol) (-)-MX-1-(RTHRAZER)-3-FH-
4-(2-FR-5-R AR IFokm-T-RH)%k% /L 2 0L —RAFRPTHERA
2.0 mL (8 mMol) RAL A (UN —R RO lRER)LE, Kz RAOVE
FaPF 200, REREXY%. AP E Vydac C-18 BE¥ &K 4
HATE Sk, AEA 0. 1% H8:10% TG 0% E8FK-44
0.1% 3L B2 :50% ZAG®) 50% & & T K& EM 100 54, REH K
HOBERKERK 30 54, GFaA OB, FRERS%E. ¥
HAeWAhETR, KFT0.023 g (27%) A4FHMio9.
HRMS: C;H:NOF &4 3+ - 45: 248.1450. R {4: 248. 1456.

% 3% 4] 66
3-(5-AE HFekmh-T-R)mbRiw s 3

$0.675 g (3. 14 mMol) 7-3&-5-R X f=kh.5.0¢g (31. 40 mMol)
1-F & -3-wk&dk. 2.19 mL (12.56 mMol) N,N-=—% & & T & k.
0.399 g (9.42 mMol) LiCl. 0.154 g (0.66 mMol) = -2-v=kwh & &
F2 0.070 g (0.314 mMol) =~ Z &4/ 10 mL N, N-=F L Bt 7 &4
REWERALAT T 100Cm# 48 8. ¥imR4SHA 10 oL 28
W, FeuaE . KERRERSG, FaRELWHETAR
REABAR X KF o 0B BRE . R LW Tk 68
2646 (Et:N/Et.0/ &%t 1:39:60), #HHFT 1-FEA-3-G-AEFk%h-
7-R) ks b (173 mg, 19%), AL EHKY.
HRMS: CyHoFNO &4 3t F4A: 296. 1450; £ R {A: 296. 1437.

EAEHRBIEEG 3 PRHEGTE, MATR I-AL8HE 1-F
E-3-5-REHkwh-7T-E)wbg Il L F ik, FHALAFHER., of
ef] 4 PR w & ek i,
HRMS: C.;Hi;FNO #§+# F 14: 206.0981; & 4i: 206. 0985

%34 67

2-F K -4-(5-REIHkh-7T-K)-1,2,5,6-m Atk A &
I-(RTARAKRL)-2-FHE-4-G-REF%wh-7-4)-1,2,5,6-wW &
s

MARTARFETRAATHRMPTMmA 0.104 g (0. 482
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mMol) 5-A-T-:% K FF=kwh. 0.184 g (0.723 mMol) = (AR A2) — 4% .
0.0043 g (0. 0024 mMol) R.4t42 (I1). 0.016 g (0. 0029 mMol) 1,1’ -
SR A) K4, 0.142 g (1.45 nMol) Z @i 47# 3 mL ¥ £.
HIZREHAEIOCHE S PN, KEEA 100l 28, F2ha
FEARTE. BERBRERS, KR TREELY, BALDERL
3ol WE%WY, FRAFERGEAR, FETRAAT. aEE
MmN 0.028 g (0.0024 mMol)w (=X X B A )42(0). 0.153 g
(0. 723 mMo1) BBk 48, #= 0. 15 g (0. 434 mMol) 1- (I T AL Z ) -2-
PR-4-=Z R P A A AL, 2,5, 6-v9 K lkvz. & A7 1F RO m
B30I, REAMA0LS S F I-(RTAAZL)-2-FH1-4-
ZRVABBAAK-1,2,5,6-WEARR, KEROVEDAKST
BH 1.5 08, REHAN150 0L 28y, FuRd w29 Et Ak
Wik, FHERRERS., eBRAPEMRE 2 0L —KFRF, Hix
HRBATRIEELL, RAEK 0-5% LB LEW LRTHER
Bo, GIFEAFHAHES, FRERS, (57 0.10¢g (62%) %
od.

M.S. (ES): m/e = 331.9 (M+1)

HRMS: C,oH..FNO; #9 i+ - 4: 332.1662; & {4: 332.1657.

BLAR /3

# 0.09 g (0.272 mMol) 1-(|TARARE)-2-FR-4-G-R %
I ekw-7-4)-1,2,5,6-@ A £ 10 nL 4N R AN A LR T
HERTFTHRED TERRF 2 0. REZA B RESWBRIERS,
HELDEFALALR T, BizdFrIE, KZAKRKETR, ¥4
T 0.051 g (70% ) KArAa4Lo¥, AaEEK,

HRMS: C,.H;FNO #93t F44: 232.1138; @ 4h: 232.1152.
5 7.4 68

2-F R -4-(4-A X H=kwh-7-2£)-1,2,5,6-w A wkw i % &

7 0.112 g (0. 482 mMol) 4-RA-7-& XK =k vhf= 0. 150 g (0. 434
mMol) 1-(TAAZR)-2-FTE-4-=RPAH#EmARAKL-1,2,5,6-
AW A, AARKEBRRBEEM 67 PRAGFEHNET 0.093 g
(56%) I-(MTREAEA)-2-FE4-U-RKXHEwh-T-2)-
1,2,5, 6-v9 & ukvz,
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M.S. (ES): m/e = 347.9
AR EdoLidl 67T RLEZWMR, KFT 0.072 g (98%) &
ALY,
HRMS: C.H,;CINO 93t JL{4: 248.0842; M| {h: 248. 0875.
5 5 3.4 69
2-P R -4-(4-F X FF=kwh-T-4)-1,2,3, 6w EAm R &
A 0.112 g (0.482 mMol) 4-&-7-% X jf=k#hA 0.150 g (0. 434
mMol) 1-(TARAER) 2-FRA4-=gFA#HBLANK-L, 2,3, 6-
AR, AR LEBIEE 67 PRAGFERNAT 0.117 g
10 (70%) 1-(RTAEEZEEA)-2-FEX-4-G-K X HF%kwh-7T-4)-
1,2,3, 6-v9 &wvT.
M. S. (BS): m/e = 347.9
AR EhaFip 67T FELXEZHWR, k57T 0.089 g XARA4L
X
15 HRMS: C.H;CINO #5+F Jf4: 248.0842; S :{4: 248.0837.
T4 70
2-F & -4-(4,5- = RE %k -T-K)
-1,2,5,6-v9 &b & 3
A 0.112 g (0.482 mMol) 4,5-—R-T-2 X jf=kwhf 0.150 ¢
20 (0.434 mMol) 1-(RTHREAER)-2-FRA-4-=RTPA#HBELAL-
1,2,5,6-W A A4, AR EBRBIEEG 67T PRHEGFTEHNFT
0.106 g (63%) 1-(RTARAKE)-2-FHA-4-(4,5-—RXF%*%
-7-%)-1,2,5, 6-v9 &%,
M. S. (ES): m/e = 349.9
25 HRMS: C;oH,,F.NO; &9+t FL16: 350.1568; @ 4{4: 350. 1560.
AR EdoJisttl 67 PR ZWIR, KFT 0.054 g KA

L.
HRMS: C..Hi.F.NO &9+t F-4A: 250.1043; Z#4{4: 250. 1063.
S 71
30 2-WH-4-(4,5-— R E HFkwh-7-4)

-1,2,3,6-w Ak B &
A 0.112 g (0.482 mMol) 4,5-—@-T-& X f=kvhf 0.150 g
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(0.434 mMol) 1-(RTAABZA)-2-FR-4-=Z A FRAHBARKL-
1,2,3,6-m AR 45, AR LB EEH 67T PHESTEZNFT
0.080 g 1-(RTHEE ZFHA)-2-FPH-4-4,5-—RXH%wh-T-
2£)-1,2,3,6-v9 & ®UE.
M.S. (ES): m/e = 349.9
ARKtEmEk4l 6T MARBEEWR, FFTAEALLSD.
HRMS: C..Hi,F.NO 643 F45: 250. 1043; £ ®|4A: 250. 1041.
F A 72
- A -4-(5, 6-—REHF=%kwh-7T-1)
-1, 2,5, 6-v9 &utow 3 & 3
A 0.112 g (0.482 mMol) 5,6-—f-T-& % Hkvhf 0.150 g
(0. 434 mMol) 1-(RTAAZFER)2-FA-4-=RAFAABARAL-
1,2,5,6-v3 AL 46, RA LB EEN 67T PRHEGTEHNFT
0.086 g (51%) 1-(RTAXEK)-2-FHE-4-(5,6-=RAXHF %%
-7-%)-1,2,5, 6-v9 &,
M.S. (ES): m/e = 349.9
HRMS: C.oH..F.NO, 853 F-44: 350. 1568; & {4: 350. 1570.
EA Lmgad 67 TELEZHHR, %[ T 0.063 g (93%) K
WFAASY.
HRMS: C..H,F.NO &3 F44: 250.1043; %R 4E: 250.1051.
I A 73
- K —4-(4-R-5-R X Fekwh-7-5)
-1,2,5,6-w &t & 3
JA 0.120 g (0.482 mMol) 4-RK-5-A-T-2 X Hkwhf 0.150 g
(0.434 mMol) 1-(RTAAEKL)-2-FA4-= RV RARBAAK-
1,2,5,6-W AWM I %5, KA LBEREEY 67 PHAEGFTEZHNFT
0.096 g (55% ) 1-(|TRKAEK)-2-FH-4-(4-K-5-RXHF %
~7-3%)-1,2,5, 6~ A2,
M.S. (ES): m/e = 365.9
HRMS: C.H;,C1FNO, &3 J-46: 366.1272; SR 4h: 366. 1263.
AKEdoLip) 67 TELEZH R, KFT 0.063 g KiFHL

Y.
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HRMS: C..Hi,C1FNO %3t FL45: 266.0748; ZR4{E: 266. 0742.
L T4
2-W K -4- (4-R-5-RFE Fwh-7-£)
-1, 2,3, 6-v9 &wbor & 3
A 0.120 g (0.482 mMol) 4-R-5-R-T-i& %X F=kwh#= 0.150 g
(0.434 mMol) 1-(RTRAEKX)-2-FA4-= g FHRABRLAL-
1,2,3,6-m Ak A4, RALEBEBIE&EH 67 PRHEGHEHET
0.082 g (55%) 1-(RTAAEK)-2-FTE-4-(4-A-5-AX %
-7-#)-1,2,3,6-v9 &z,
M.S. (ES") : m/e = 366.9
AAEoZhb 67T AR ZHR, FH7T 0.051 g KiFH4k
&P,
HRMS: C.H,.C1FNO #53F F{4: 266.0748; S 4A: 266. 0744.
574 75
2-FW R -4-(4-Z R P X ¥ kwh-7-24)-1,2,3, 6-mw & wbve
M 2.0g (7.54mMol) 4-Z R F A -7 K jF=kwh#= 2.37 g (6. 86
mMol) 1-(MTAAEKK)-2-FA-4-= R TFABBREAL-1,2, 3,6-
AR, AR LR &M 6T PREG T EHNST 1.85¢g (70
%) 1-(MTAREEE)-2-F R 4-U-Z A FHAEFrwh-7T-£)-
1,2,3, 6-m9 & ukvT,
M.S. (ES): m/e = 381.9
EALhgkel 67 MEARRZEWR, EHTAEEALSY, #
B e K.
EA: C,H;F.NO-HC1 #53t H {4: C, 56.70; H, 4.76; N, 4.41.
%@M{A: C, 56.51; H, 4.58; N, 4.52.
HRMS: C,-H,sF,NO &4+ F{5: 282.1106; ®{4: 282.1105.
3] 76
o 2-FE-4- G ZRFRAEFH-T-£)
-1,2, 3, 6-w &4t
¥ 2gshilise 2-FA-4-(4-Z RV EXHF%w-7-4£)-1,2,3, 6-
WARRE 2.75¢g ()-BLBRAW(1:1:1 0-EFBA.0-F X8
A O-UABRARBLR)NREOWEMRE S0 nL F &84 1 nL K P.
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BIZREWF MmN TQ%ec.e. M ARELR. BEAEFRAEFTR
HHER, RETE, HHESEKRA 30 ol JF A EE %, T,
RAFTL13g100% A AFRREGHAZX A ) -BLHKEGe. e.
. B ZBEKREHBESnLINARWLAF, REM3*x50nl |RTHAF
ERER., &tANM, Al RAAKEREE, MAEBMA TR,
FMEXRYS. $ERABRDERE 2L WEa%kvwhfo 5oL 28T, £
BHTmzERPMA L8ulIM RALEH LB ER. 200485, K
ZEFARLE MLBRBAZEK, FE£60CALETHR, £157 0.63
g m i,

MS (ES’): m/e = 282

FHREC-BLRESBHERRERS, B ALV EHN A
AR E LR LEZ R 58, KKEA LR UEA S ¥R, 4 FAM
FRE, RMABRATR, FRERSG, (HF7T 1.5 ¢e&Zaed. ¥&
25206 g £40 oL FH B 1 ol KPS (D) -BERIRBSH L
. WEREGWHRIFIR, HAITELSFMMAEK, K57 0.92¢
96.5%e.e. 693, o LA FZ LR 0.50 gia ey,

MS (ES"): m/e = 282

A K E# B Wainscott F A& & F & (Wainscott, F A,
Journal of Pharmacology and Experimental Therapeutics, 276,
720-727 (1996)) M XX B AP L4 5-HT.. S EH 4t
JBE ) &

FRAASG S-H.. e B2 AVI2 mieE AR PAE K, X
Bt Aokl k, THEAHE S0 oM tris-HCl, pH 7.4 ¥, A&
-T0C A%, AWML R, RFLrXFG@mP L, £E54A 40 nl50
mM tris-HC1, pH 7.4 ¥, ¥ 39,800xg £ 4C &~ 10 547, %
BB ENREF, £ 3TCER 10 98 AR LA B L OF
, RERBC 2K,

B Z 5-HT,. k% fo /6§ [ 1]-DOP & &

RMEZ, AP & meEmi it WAL A TEASGEERT
AR P: 50mM tris-HC1, pH 7.4, 9. 75 mM MgCl., 0.5 mM EDTA,
10 pM 7, 0. 1% HFKmBHA, #2 0.1 nM [“I]-DOI, AERB T
B FHEEN 10 uM k& &k, FTA B (800 pL) A2 A
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37TCHAT 30 2°4F, REKFEEH M 0.5% B LH EH TG B e GF/C &
ZE, A1 oL k%6 50 oM tris-HC1, pH 7.4 %k 4 Kk, H Ay
H#H BT, A DelLean #i# o) va R x4 5 # (DeLean, F A,
Molecular Pharmacology, 21, 5-16 (1982)) %} & R W i & i 47
5 ELMEwELSH. B M Cheng—Prusoff 7 #2 (Cheng, % A, Biochem.
Pharmacol., 22, 3099-3108 (1973))# ICs {4 %4t A& K, 44.
BEAALEREEFENE, XA, AXABREARENLESD
5 5-HT.. xR E A FH ).
5-HT,. &K e 54 X G-H a8k, H3h MW FE 5-HT.. G-
10 EO-BEGTER, FRMAAGCEGHEELE G a qRG o i)FR
# GDP, AR MG %4 GTP, BRE XM ["S]-CTPYS 19L& SR Z T4k
AT
[**S]-GTPyS % &
I i 5t 44 (DeLapp ¥ A, JPET 289 (1999) 946-955) 3% /& &
15 A Goaq#Gaoit[355]-GTPyS & T4 F & % & & K I k& 340k
A2 (ISPA) & i, #H B X444 HET DMSO +, A% 50 oM
Tris-HC1 (pH 7.4), 10 mM MgCl,, 100 mM NaCl, #= 0.2 mM EGTA
AR EZFEPES. B 12 ARKRERFTRE; KBA 200
pul. 5% EAH 0.1 uM GDP #= 0.25 nM [*S]-GTPyS. MmAfF @
20 MA5-HT SHRBEHFHAVIZHBGBEIR, FHREBIRLE
M 33 30 24P, MmO Nonidet P-40 (&R EH 0.27% ) k &Ik 32 5%,
REMARS LERGC o q/11 34K (0.2 ng/L). Fedi- %W &K HEM
A T 2k (Amersham; 1.25 mg/3L; #4834 290 pl). HE RSB E
ERBERI I, AL Gaq/ll 2456 [7S]-GTPyS ¥ £ K AW %
25 &, BREBEZRBRBESAMERTRMR., BB EH KN HLE
% (Wallac) & &8 2 [®S]-GTPyS &4, A AAMA LG LB TH
GraphPad Prism % # @k KM e a 54474038 2 47, & A 5-HT
2R R B —vh &Kk # E [°S]-GTPyS 45 49 5 K 4l
L% ["S]1-GTPyS M T PR X AKX HRARALSY, ERLAAE
30 AT A& 5-HT.. AR 65 # 3 A).
B AR PR X REE S-HT. T HREDA. F5 2 KEKP
A% I7 RE R84 BE 7 .
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Beiea g

ARAXTEREXKEL 18 M. BARKK BRI EHFAS
AP (N=8), REHhE, vREAGHHAEA, FHALHAILAH
METY. 30 2476, LI BRKREY. LLFHIWEWZH. 2
B 1w, 28, fo 4 08, e hed4E. AL
Dunnett’s /G-hoc ¥ B # £ & ANOVA Wi B T H AWl # +
BRELESBAYGEHEI+ BB T,

HZEEMEZ PR EAREPAREARCS D, ER LA Nkt
BRI BERAGEHHHE.

RRERZANFEPHERAGASH T ARAERNEEL Y, 224
FHHAM AL THERARE AR E S —FERA>G DALY
MBEXAER, TLALYTEIZIHLBERERN, QI aR. A5,
BER. AT, %BA. MAREALHEEZ. AAXAFTEFHEAY
HFEWEMEAEZH PO RAS DAY, SHEGALS D LTHRTH
DGR XIT R Jm 7 kR B, TS EY —FERKESH. R
4= REMINGTON’ S PHARMACEUTICAL SCIENCES, (% 16 #%. 1980).

EHEERXKAFPERAGASG TR, BFAHFERASS
HMEHNRES, AREBAHE, AATERE. MEE. SHKLER
LerBHANGEACH, TREANLAFRANERAN, LTAZLH
W, FEAK. REREBR, EHEAFRA5GREBHN. BAINMEYG
A, A, AAMTERAHN. LA, BH. 27, IS5E. AEAN.
B, BEFA. LA, BR. BEN. AEFNHEARKXFERK
ARP). A RHE 0% ESHERLADATA. XA EEE.
R, RBEHER, PABLELA.

EMNERNANE, TREZRERELSVRBAKSELIER, &
EERLEHyRE. wREBKEHEALRER, B FELHELARE
EERKT2008. pREBALEGWEAREE TR, — @3 HBA
TEEAKRFAEANNTRARLY G A, B EZATEY 40
B.

CENREBANG - EpaELE. FHHE. BE. LAE,
SRR, B, MKk, B8RS, $8%. 5K, Bk, 2%
B, Mgk, RUHRBERE. %%, k. B #FPAG%

92



00810816. 1 P B 15 ZE85/89m

. AANETROA: AFNGIeF o, REERE. fo5hd, #
EAN, AEMNFESEN, GEANARELAX TR PEF&HE,; &H;
Fofiek Al TR KRR OO T ERNAGWALL GG ERA
Sk, HERELEHK.

5 kit aohRP RPN Y, F-F2LAFBLEHEY 0.05- 4
100 mg. FAFL 1.0-430ng EHAS. KiE “BHEAMNAB” 2
ETHALARELCHAA DDA ELEHN S REREL L4, &
— B SREHARSAENETN A RAELENERY RS ENY
PTG R .

10 EHRASY —BRELNFNELEARK. #le, AHZT—HAHY
0.01- % 30 mg/kg. ERAKETF, 40.1-%4 15 mg/kg/ X (£
MEXRFAS>AN ) GANSZHNELLENG. Kdm, DLEHEME, B8
SR hgp IMEARBEMXBA L AL, IBFLTAEMETOR
M. EHLEER ERAAGHAENGET. MREZGFE.

15 KE, RE, REAEFERGFERE, AR LEENZAEHRLU
AT XBRHALXPRER. EXEHFEAT, KTEXA TR ZTKP
THRARRERET, EF —SHAT, TERFIREMAETIHMYG
HATHERAEXNZ, FHRALEXHG IR T2 &I DFH

TUAAEERA®RR.
20 # A L 1
HNELARTEAPOBPRIK E:
@y % (mg/fx %)
] 10 5% 30.0
= 305.0
25 BE fe R 4% 5.0

HLEAS RS, FRM0 g ZRAANBHKK EF.
] Fl 5% & 4] 2

R TEASHER A

Wy % (mg/ k)
30 LB 11 4 25.0

M %% 200.0

)i Y - 3 10.0
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5 5 8 5.0

Hamayrd, FEHAER E 240 ng 694 A,
A 5 Al 3

HESH TRAY G TR KEAN:

5 Wy TE%
Eap] 12 oW 5
L 95
;I%‘;%'}iltb/p\% 5 %’Lﬁ/m (= 9 ﬂ"l’bl‘bc th’é\%jlﬂﬁl %ﬁ%*‘ﬂ)\gﬁ-

.

10 ) 7 52k 4
W THERNEFNSH 30 ng ERALHGHEH.
Sy ¥+ (mg/H)
%] 26 Lo 30.0 mg
b 45. 0 mg

15 PN oy 35.0 mg
R UHEBE (10% KER) 4.0 mg
B IRZHH 4.5 mg
R BR 4 0.5 mg
A 1.0 mg

20 P2 120 mg

REWREY., Bfdd4dd 2085 (£ER), FEHRAS. K
HEBRASRUHERERFEERRS, KT 16 B (£H). BH
WAFHBAALLSO-60C T8, L 16 Bm(£8). AE¥HEDL 30

AR (ER)NBRFTRAIDH. B8R4, PR LMY BEE P, REA

25 J&, ERAMEESR, REMFHEHE 120 ng 69 5 A
) 3 £ 4] 5
W TR NEHESA 40 ng HH Kk &:
@My * (mg/f& %)
%34 38 AW 40.0 mg
30 g 109.0 mg
AR B 1.0 mg

B3 150. 0 mg
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HaEWAy, HEE. Ko PREBRERS, L 208 % (£H),
VA 150 mg =R AN BHEKEK EP.
# A L bl 6
o TR REHEBREA 25 ng FHALSGRA.

5 i =
34 33 1L5W 25 mg
b6, Fo B0 BE B Wb BS £ 2, 000 mg

HEREALSE 60 AH(XH), FEFEAFRAARYLEHR IS
gt f B hEE Y. REXZRAODHBA2.0g AR ERGE
10 FAEF P, Fibx A,
] 7 FZHH 7
P THAHNEH 5.0 nl HE4A 50 mg 25469 &% A

By z
EHp 31 aH 50. 0 mg
15 R 4.0 mg
RPALHEHALY)
Wkt 4 & (89%) 50.0 mg
- %3 1.75 g
KT B 10. 0 mg
20 Hrek M fo F & A ¥g
%K £ 5.0 ml

¥aY., BufkRERS, 2 108%(ER), RELF LS
EURMHAEEFRBETRGELIAORERRS. AR X EXTH
B, AR EENHE, FERFTRA. REMARZTKALF
25 PP EAKAR.
B #] £ 64 8
W THAMNGEHESA 15 ng GBIk &:

a5 % (wg/fx %)

Lp 17 AW 15.0 mg
30 =8 407.0 mg

BEE BR £ 3.0 mg

% 3t 425.0 mg

95



00810816. 1 o 15 ZE88/89m

FaEWhay. %%, . PEKERERS, 2208 % (£8),
JFA 425 mg I 2R A BHRKEF.

# F L EAH 9
S F B & ) &-# Bk A 36 R ) A
5 £ z
F M) 25 oW 250. 0 mg
£HHk 1000 ml
# A E A4 10
S0 F P& ) & B 356 A 4 A
10 Any =
LA 22 o 1-10 g
S AL 30 g
AR B 20 g
G®GH 5 100 g
15 %é&ﬁ%ﬁﬁﬁiﬁm MNRAKRGHF SR, FRELE
B mMANERAYS, FREREFAZIHR. RERKERAYAHAL

ERE B,
A L] 11
T THENSERLSA 10 ng FRALGETRHH H:

20 wmy = (FAH)
L THEY 10. 0 mg
H i 210.5 mg
v/ & 143. 0 mg
7 4 B4R 4.5 mg

25 BLW%E 26.5 mg
B ¥k eg i & 15.5 mg
%t 410.0 mg

W GRHIFREY OCHBRERHH. K. HHERA. R

LB, MRUSRERFARS. SREVOLRERY, HiaER

30 Fé\%Fif‘J 50-55C, FH{HMERBRE. KuHIRGHBAY

WM FHRGERI L, AHFEALGHNEREAA 2- 4o 5
BREE. RBERELSBEEMBRARES KD 6B IR A
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10

15

ERZPZEFPRRAG KA AENTEREEEE (B
M), BHGERARANTATELEI A E S REBENETHRLAL
. ATHEBAWERMNGEARHNAHESR AL KA ANA
ftg., A RBl e 1991456 A 11 B B e £ 8+ 4 5,023,252, %
LRIARKBRAELE., THEIHGBHN AESE, kDX, &
BE ik A

ZEEERLAKGDALSHEBRRAEIAIBEP. AEFEK
BEOHEBRIDBEE G ETEATER LN EZRAAAA R hBRERE. £
1991 4 A 30 8B EB LM 5,011,472 FPHET—FM T
DRATEZEHSERBFEHIFTFRRGEANEEZRL, ZALKIALL
B A A A K,

— AR EGBRRBFRAETEFRELEDHALRBER
HR A G kBN ASY, AIMEHBHR, THGBHKR -HLBTH
HBETHH LA BA. BBE. PariAmyEsh iy
EROGBERFRTFEADBFREREAG., &, TREIHKRAHKE
RN A eRARY S5 ERRBREREL DG EE,

ATRRBRERAXA T EPEAGLEH M XA GH A6 ER T
BETHRGHFEZNES D, 2HERRLCEMAMEHFIFER. X
BEH G — R,
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