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1. —#HHE&8HX (DD HS 6-—FEA-2-E%-1, 2, 3,
4- wﬁ,m%ﬁi%éﬁif%:oﬁ

2

R0
(n
¥ - R

1

A¥, R, Ry R, TRAHAXKRE, 4K (C,_,) ’A, #F*ke
FTHAIR:
(a) %5 2-MA-4- (2, 3-BE&FER) THELEALTRIKL
AR RS, £33 5- (2, 3-—REAFE) -3-RAELBELA
k-2, 5-—&=%w-2-8;
(b)) BRREHLSTHWHES 4- (2, 3-_REAXE) 2-REAER
ERATHE;
(¢) 5 FH*RLFH 5, 6- —HAL-2-RAEKEEA-1-w
EW:N. oK
(d) ¥EMAZLRRZRHS 6- “RAE-2-RAXREEE-1, 2,
3, 4- wEHE;
(¢) ¥ ZR/RATHEELRMAR 5, 6- —REAX-2-RERL -1,
2, 3, 4- WEE, Fiikik
() A BHEHTRAFERAAEIALCH BRI,

2. BAEX 1 8FE, EFF% (b) LBIxHKegaiER
kT, BEHxEY 2-REEZERE-4- (2, 3-—RAEX
£) THE.



C. i I3

#HE5, 6-—pE-2-8%

AERFE—AHNEEHX (1) ¥5, 6 -—%£-2 - 8%-
1, 2: 37 4_mi%§'(iig_ls 25 35 4-wiﬁg)(5:
6 — ADTN ) Fr4 4855 3 xR,

R 30

(I)

H:I—Rl

AT R, Ry#R;, THARALRR, RAXRLTILIIBRARR,

AE-1, 2, 3, 4 -BAARREAEENIEABERLGL
2% .

HTHEMAE, XELESWTUGABHFLARLE. ©of, KB
AP EAGEAERERBERNTRRGES S, |

BERTHES, 6 ADINHFEATEASTHERAARLG X
A &4 F

XELBREEHNELES, 6 - —_FR-1 -WEEER, REFHALH
AEHALAHETRS, 6 - ADIN: 5, 6 ——FPHAEL -1 -WHE
B O -7 X5 &EXE4# Neber £H# ( W.K.Sprenger ¥ A,
J.Med.Chem., 12,487, 1969, & J.CKim ¥ A# 4 7 &#, J.Kor. Chem.
Soc.,21(3) ,187,1977 ) , #ido ~ #LRXEFEEBEAL ( J.C.Kim ¥
A, J.Kor.Chem.Soc., 20, 91, 1976; Y.Oka ¥ A, Chem. Pharm. Bull.,
25(4),632,1977 ) . dida -~ EMLFHEZXE ( Y.Oka $A, Chem.
Pharm. Bull., 25(4), 632, 1977 ) .

AELREEHES, 6-—FRE-2 -WAER, KEBLT
FlF EH ERMEY 2 -/ 2% BXTERBEELAER
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( J.D.McDermed ¥ A, J.Med. Chem., 18(4), 362, 1975; J.G.Cannon
¥ A, J.Med. Chem., 20(9), 1111, 1977; £ B % #] US 646300 ( Iowa
Univ.)), A A A K AR ETARBESETEAEARAEFZER ( J.G.Cannon
¥ A, J.Med. Chem., 17(5), 565, 1974 ) .

X200 RARTHES BE-6-FRE-1, 2, 3, 4, —
WE- 2 - E7HRERAAEARRNEHEEIR S, 6 - ADIN ( K
Mitsuhashi ¥ A, Chem. Pharm. Bull., 20(6), 1321, 1972 ) .

£ — &) & Bk it #F ( enantiospecific ) &5 5, 6 - ADTNZ & T4
M2, 2-—FPE -3 -THREHE "84 - 4 - ( AD.Baxter ¥
A, Tetrahedron Letters, 33(17), 2331, 1992 ) .

AR EFERTHIIE ARG HBRN.

BW, T FETHELHHNE2 AL -5, 6 - —FR%*-1, 2,
3, 4 BHAALESAFTECLAEEP - A — 0534536 P &K% (1991 %
9R 178 ¥#, ¥#H AN Zambon } .

MEE —ALAELHE, ALAXALSGTREKFREYS 1 —BEAER
(AL&IAEGIKTER2ASENA) AAHS, 6 ——FTARE- 2 -
RE-1, 2, 3, 4 WAKE, F¥EH2, 3-—_FRAEXTFES
HHREESCFIABNARRE (FHRA), FREARIRKEALIR AR EF
HAareg (FRB), XA TAXLIRIARENS, 6 - =F
AE-2-8% (&¥H) -1 -wEEHR,

Hudson ¥ A ( J.Chem. Soc., 715-722(1941)) #= Pavel ¥ A ( Acta
Univ. Palacki Olomuc. Fac. Rerum. Natur., 401-404(1971)) ¥ &2 A ¥
HEESRE (FHEA) .

%X Fix .k, EP0534536 REME, AAALNAR, e & AL
( Hudson ) &% 4 ( Pavel ) , S ARBEGFREFHK (5% 40
%# 6%) , BRECREHAFILERE L,

A EiZ # EP0S34536 ¥, B A AAANRALZLE. 2R, %
SRR TFTRAAESAERET FRAGPFAE. TALFHEH80%H
FERNGES 4%, LEMENBELREEEZHANBRESA, Hli
AXAMEMN(BET-FAFERE) . HRIR. AnARAHBAS
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K., P EZFRYRULLRAIEAN.

M AegEkH, EXGESREMNTEMN. RAEMNFEE
2K RFAREA R RALE,

RELZRA, BEX/BEMNTHAEALNBEES 2, 3- ZRARX
XV PFAFBOESELETRAAG 2358 4- (2, 3-—RE&FH)
-2-BMATHR. ZEARAETRTAT.

AEARBET—FHHEA1H5, 6 ——gX—2—8%—1, 2,
3, 4—wWENBERSTAHR LG EF %

CRZ

R30

(I)

H - Rl

EPR,, R, R, THAHXRE, ZARKC, - C ki, #HFEa
T 5 %

(a) %2 —BA—4— (2, 3——KEAFL) THRERN2 6
FMAHTRFRREE REAIRAAZARE FIX II 94D

|
ORZ HHRI

COoH (1)

EXFR (RA, HREIKEEEE, R, PR, ZAFRLE;
b) 4 FAFKEFHX III 895, 6 ——BEAXKS, 6 — k2
— AR " RERAN 2 RAZESLA -1 —wAERER

Ry0
(211)
{
MR

0 1

AEPR, RE, REXRREZELAR , PR, ZEAIRL;

c) ZREBEFHNXIVHS, 6 ——Xk/5, 6 ——HRrA‘X—2
—fi/2—RERE/2-REEBEAE 1, 2, 3, 4—waALk
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i (IV)

APR/ (AL RASKEARE R, PR, ZLIRA

AL - AFERE—FBTHELHX (1) LEDHF
pr 3 -

xR,

-
EF ket

RQAER/BHREZTHAEALNBERATH 2, 3-RKAE
AR5 AM&EES, B 2-WMA-4- (2, 3-ZRAEEXR)
- THER;

b BHFHABHFALTRKAARERL, ANERNE,
WAyngs 2- RAR 2-RALKA-4- (2, 3-ZRALAXE)
T,

)¥ 2- AKX 2-RARKE-4- (2, 3-ZRARXE)
TEHEERA- (2- (2, 3-=_REEFHE) X)) -N-RE-
2, - vEmkiy - —H;

(DEBSHNBRALETEAIRRE - AkBS THARLFERR
N- S ABFRL, MNEEFANARYS 5, 6-—RhRAEX-2-KE
g2 -1-waEM;

()¥izmMBEALZTENZS 5 6- AL -2- RERE -
1, 2, 3, 4-mELE, # (REE)

(Y% 5 6- —BRAX-2-KEREX-1, 2, 3, 4-wE
WERIFO-KREAANZRS5 6- A -2-KEKEL-1,
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2, 3, 4 -OAELE,

A FH4TELERARLAS®E ( balo hydric acid ) &% %
HBETUAR T BT EHTR, AN -BRANIELF[IAABRYPSS, 6 -
—pk-2-KEARE-1-wEAER,

H—7zE, KEARGFHEEELESTE (a) = (b)), BRE:

(c) 2 -KEHZE-4- (2, 3-—KHAELXLE) TEHEIRL
RHARLEFEERXL, W—FaEF22 -EEAKX-5, 6 —=
i -1-wiER;

(d)¥ZHEBELTRIUFEHS, 6-—L-2-REZE -1,
2, 3, 4-—-wWELELEBE,

BRSO HAEAFTRIGH X, ERAAAXANF ELT AR ELT
EHHTRFERAFABR IR —H B o k.

BKAREGHTIRERERIENSC, - Cili .

EREFEREY, FAAREHS AT R RARFEARFRAHY
#HX (1) SibH¥is i,

REFELAEAGE—AFF, ETRARAFINEEH/XN (1) &
e

MR &
OR, 00 OR,
R.O. R_O
3 CHO iR 1° 3 N
+ cna-c-c-on — > — >
0
| oH
OR,
R 0
3.
Hel R
—_—— Y ~ 1
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R 2 2
0
4° 3 5® R3°
R .
NH 1 Hel NHR] . HCl

OH
6* HO

. HCl

Ta#EEEF—F K,

F—FR: HErAIKFChE2, 3-_FTARXTRLEAREY
BARK.

BEXER, AAK/BEAR (REAR/LEMNA) THRRA LA (K
AR EBARALYT) FAHE, REGF %% 80 %,

AEABAFYTAERAGET LEP o2 L KLA.

FoP % AVBRALALERBEAARNABEIARELLLE
B, A¥—FBRFRAFALARALLEGRLE (F I kTE) #4
HHEREZ (PP ATEFTHBLAL (BANAIPA) ) RAEHE.
BZREENAER —~FRAHZF, FEHN0%. BABREAFPERLY
EAE BATULRBSINCALAARLERAG2 A% -1, 2,
3, 4 -WARENEN, RETHAEARRRK. A4 AABIAEE
W, WHAARRASTHRKTEEH, |

AEABETUABREFFPIREAEY (ARET) 9H XK 2,

EAELTHURAREREAEA#T, FHAEIABRAH2 - &
£-1, 2, 3, 4-mALE,

£ =5 %: BEEAF# ( Cfr. ARKatritzky, C.W.Rees
Compre-hensive Heterocyclic Chemistry, Part 4B, % 231 R, 1984,

Pergamon Press; J.P.Greenstein, M.Winitz Chemistry of the Amino
Acids, Vol.2, 867-868 B, 1961 #=ref.cit.) , RAZRBRE —FTHAEXR
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HERMBENHFRN - KL,

HERBH, RARBARBESHBY:

-RAAHNETES (PATERFRAATHRLE) AREHN %
¥2-HEAE-4- (2, 3-—_KAEAXR) TEIHAERTR
AATESE,;

— Pl M ERABRK, AXRALAELANENTHL - (2, 3 -
—EAEER) -2 - (N-BEEA-N-EAZZLAL) THRLK
HN-Z26, AHIRELE4%. FREEATEE.

BHRFHAREY. BXVALS TAEZALEHAN A BRAERE,
EAHE, KMkedE, AHNELEEHAEAE -1, 2, 3, 4 WHRLEE
HELLHHERNIAHTHE, TAXETSH LIEE.

EAETALEE VR TELEFH2 -RE2AL -5, 6 ——KA
-1 -wWARM, AFTALANKRY/EIRY FE, X5 EP00534536
FHEGRE.

FUTE: BFEALSHKEL- (2- (2, 3-—RARXER) T
E)-N-#£X-2, 5-gHBE_@BAFEHE - LAZHTRERL,
MEHS, 6 - —RAE-2-EL8%-1-9AER, EFJERET
BIARF, AR A BRLL RN ERTHBEN (KL &L
T#) yesteLiEMRSA®% (4 BBr;s. BCl;. SnCly. TiCl) .

FEPH: AAKRK SAAT, MEASAE, RAR/KAEREL
F.ES, 6 - —HALE-2-ERAEE -1 -WEARRLEAAL, 2,
3, 4 -WmALE, FERETRE,

A% RERAILARS, 6 ——HLAEA-2-RAHELA-1,
2, 3, 4 —OHARAEFFTEAS) -HLEELEAE, FES5, 6 =5
A-2-pExaix-1, 2, 3, 4-wALE, FeASESAXA
KA 8% (Ao HOBriAdEk) RAEATHEZERREN (P& E
HAEXKFTEER) FHLOENRINSE, REHFRBETEE.

EEAERAGE_AFEY, BETHALAR 2HEEAX (1) &
ST



.......

2 2
R.O
R.O CHO 0 3
3 i 1°* COCH
+ CH -C-CO0H 5 —_

OR, NHR, OH
R,0 HO
2 COOH 3¢
— . HCl — —>
. HC1
NHR,
0
oH
HO
4 . KCl
—_—
NAR
THFEEATHK:
7 ik 2

F—AF otk BEARIGF—FE SRR EIARAFES—
HEFT R,

FE5E AVBRALBIAABRHAITARALMNKALLER, AN
BILERBRIRYF. RAXYARSCARZFAERAL, FaATH
A8 Y S B, MAEK 100 - M0CEBE TR IT% LB X 57 % ARE.
GERBELTARALFATAERENTHLENRINE (Hihb-&
FHEYH BBr:) . BT RHAEE,

FELE, 25U YHEANR, ALBTHLLEE—FHEFHTA
MELARHEBALIRP O, AAFTEATTARARLAARY
RyPFERY IR,

¥5r, AEMESFEOEa) RV AL B hRE-ARB
RIFFL, RA—AVBRYRALAZRCLETH =R LEE (L
EP0534536 ) R &£ $ AT B P # 47 ( %, EP0534536 ¥ Fr3l A &) L& R
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A.D.Baxter ¥ A Tetrahedron Letters, 33(17), 2331, 1992 ) ; b)) ##&
AXREHRY; c) 24P (AFRAEBAHE); d) 2 -4
£2-1, 2, 3, 4-WAALEFHTEON -RE4L.

FIt, WTFEAEAFHERAZFAFE (H90%) AR EXMNAELRE]
AT R4 5 6%,

ZERNARETESGEH, TR AAEATHESRR®
R EHRENLY, AFIANEHTTAALELER.

RAEFEELTHRFARGAREBITYS, AFH2 - (K4) 4%
—5, 6 - —(¥%-1-waEXBAETHKRK,

FOVE: iR EASHELALF2 -KEAE -5, 6 - =
PE-1-wEERT RN 2- RARE-56- —%%-1,23,
4 -WEALRE, BRELALKI K SAATHAT, MAK A, £A
Bregeaih., "REATZE, .

REAXEAGFTE, GELESTEARFOAHE, TUAEFH L
BEERARERKHS, 6 ——%X-2-8£-1, 2, 3, 4 -9EZ
HE, ZEAHRE AERBRA, :

BEAFEF, BEFERBTEAN -—ZREASH, cABHAER,
BRYPEFELER, BLHEGRL, BXLTHES, 6 - F AL
5, 6 - —8E-2 -FEEA-1-DOEAER, AFTTEHEIHKY
¥, |

AERFENF _AFTEZTEALAR, BARABATERETHT
A2 —HEEAEX-4- (2, 3-—_KAEXE) TBRFHS, 6 -
—gE-2-KEEEX-1, 2, 3, 4 -WALE , ABATRTFH
—AFBRIALFARRELEHEAARERL, R —AFTBRRAER,

AR EEMPE, TRFHS, 6 -—£E-2- (X)) &%
-1, 2, 3, 4 -WALE, #5425, 6 -~ —FEX-2-FELE
-1, 2, 3, 4 DWEALENRRYEREENFTE.

BREXEFAHBEZAFTE, ETEALARIHNELEH/X (1) 4
.6 4
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BF kel

(a) H#4- (2, 3-—RAEXXR) - 2-BHATHELAXL
TRAEALES —LELNFHS - (2, 3 - —KALERX) -3 -
ERARXAEEXAAL -2, 5§ —&A%%-2-8;

(b)) TREBELSFHUFEH4 - (2, 3-—_HALXR) -2
- RHAEXEERATE;

(c) #>FAFLLUFHS, 6 ——KAX-2 -BHREBEAEL
-1 -wWHAERA; |

(d) REBEAZERFAHS, 6 - —BAX -2 -KEARBERE
-1, 2, 3, 4 -wALLE;

(e) WHAATHRELERMNFEHS, 6 - —KEAX-2-FLRE
2-1, 2, 3, 4 -wALEK,

TaFEE—FE,

PR ZJRELH4- (2, 3-—RAEXR) -2 -4RK
-3 - THhHELBSENIREATEREES (HAREXTYTHRTER) —RES,
BEREAXLKAWEN FTLELBAN (A7 X58) Ty, B
H—FHIATRAGEAR, ZRAREHNTE2EZLATEE.

PSR BIROAABAATHRABAN (Fhes) %3
- RAEFHEE-5- (2, 3-—RK&AXE) -2, 5-—A%H
-2 -BEAFBELEL, BRFH2 -RALXAEELRE-4- (2, 3
-~SRARER) TH. AASAMFERETRE,

AR BAEEREHF TITUARTHARLE I -KRAEXZLAEEX-5
- (2, 3-—_KREXL) -2, 5-—44%%-2-BOHLTRRAA,
Bmffslsfth HAELERARE2-4- (2, 3 -——R&a&2%%)
TH, GRTRAXAAGS —HK8H8., fli, B FHGELHER,
HAREAGCENBEERAFRELEARLSY IR LCEE S HEIBRL
#, £ L RMWilliams 5 F #5 { Synthesis of Optically Active o —
Amino Acids » % 230 — 256 ® ( Pergamon Press &) R A3 iE 654
* K

FEVR. VRS2 -KEAEAEEAEX-4- (2, 3-=

11



RAEARR) TRHAL, U2 -BARBEAARE -5, 6 - —BR&
E-1-WARRA, 2 TARLALEFTALARS, Hhoadmik,
RAXLEHGSHRB, 3~ AHTR,EEETRAALEEN T PClLs
FHRIRRGAALCHBE - AABHELYN (AFLAAN A HOHALT
REFHIA, UBHEOALBSAETRE) |

BRYRGFRLBEFFRE.

FOVR: BFALAXAELERAL, FTHRAGLLE %, Hie
ETHRIELARL (AL LEEFE) , FPREBETFRZE,

FELYR: BVROLLFALATHREAGAA (HANATARLAER
iggm)ﬁﬁﬁ?giggmﬁﬁﬁ&ﬁ,ﬁﬁﬁ&mm#ﬁﬁiﬁ
CHNERM, RARALGEEHN (POLxh) FHAREE. HH
RRHRTGFR (60 -70%), #RETRERAFRAGLLBAE
S, 6 - —RHAX-2-KARX-1, 2, 3, 4-waLESE
Bostakik,

FRIR: BIRLAMNFA (PHBRABR) LAGLLHAH
TRy, FhARARBAmE, UHHS, 6 -—pBL- 2 - FRE
X2-1, 2, 3, 4-wAELK, FEELTRE,

EAEHIALN G ENIARMRBEHLLAR K, 5L
FARNEFRGFE, FAEETERTFRAZAGLLO Y,

FOANIAE (FE) RABATRBSF, Kd- (2, 3-=F4&
RER) -2 -AR3 -THBRAR, FLEATHAS, ¢ - —p2%
—2-RE5-1, 2, 3, 4-wALE, BEAEUAFELABALR
AERAMHEHABZE (AF+B) .

REBBA, BETERALEAMR (4) H448X (1) S4Ld%-

12
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AHEBAM,
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BErk OB T EPT: o

(a) #4- (2, 3-=RAXER) -2 -ARK3-THES
ARTPHFE —RLES, B3 -FRAEFARA-5- (2, 3-=
REREXR) -2, S-—A%H-2 - ®;

(b)) H3-FREBEAE-5- (2, 3-——HAXER) -
2, S-—A%H-2 -MEALRIBE LAY, UFH2 -KX -4
— (2, 3-=—RAREXL) TH;

(c)AHBr FALFRAHLEFUBZES, 6 - —5%-2 - &%
-1 -wHREHR,

(d) K2 -&#£-5, 6 —i-1-WAZRLRUFE2
-5&-5, 6-—BH&-1, 2, 3, 4-wWALE,

FTaRFEE AT R

F 9% myResRHd4- (2, 3-—7FARERE) -2 AR
-3 - THRELAATEFE—RES. AABAXKAMEHN ¥ AA
AR (Fied T EH8) HE4 TR, AR, —FHIATHRFH
AX. BABHNFREELTRE,

Fo0%: ESRELHI-FRAZREKE-S5- (2, 3-=
FAREER) -2, 5 -——&=%%— 2 -BELAL, A8t AT
AW/ ian, Bh—FARRHEH4FH2 &A% -4- (2, 3
~—PREEE) TH. RARS A RERETFRE. PERFRARHE,
BRBETALANBREBEM A4 THA, AFH IR LASN2 -8 14
- (2, 3-—FHREXR) TH,

FIIB: BVRCAARBROSTARANNL, RAERLES
BAERY, WS, 6 -—p%-2-A%-1-WAEKR. 44
AR AL ERASAE (IS Y%mABALR) Ri7. RAHF
235 (4580%) .

FUS R BIROAHRAS KAKEARATE AR EZAEL
MBEHALAALE2 AR -5, 6 - —BE*2 -1 -WAEREE, N
FH2-A%2-5, 6 -—gX-1, 2, 3, 4-wWALE. FE
fFRE.

14



F—7@w, REBAB, AF— TR, ARAFHTHI- (2,
3-—PRARKRBER) -2 AR - THEHSAATEEEAR (HL
EFRTR) %L,

FoTRALAFHEINE_ITRAESFHFTHEI -EREBRE
BE-5-(2, 3-=—FREER) -2, 5-——&A=%H-2-BHL
4,

FZIROLAAE S TABRALGEL, ABRINLEBRBEF & 1K
By, MFHS, 6 - —BE2-2-FX2-1-WAEH.

FOTHRELERB AR 4 FTE .

BHAEBARASH R, JTEALANARAERAMARI LT LR
BRA&, R ECEFENRTRAAN2 -AX -5, 6 ~—8X-1, 2,
3, 4 -—WRALE, |

BiERBEHR, Sl FOLEORHE, LEFLAHAALLRIRR
ARFRFANLBRY, BAEZRRAKPERIAREL. L OIEHEY
AR BRE, Al EEa A nin,

TaROIEEANAATAAELLNR.

4 1
2-BA-4- (2, 3-—_FRAAXEL) -3 -TH#

3% 300ml £ & F K4 50g A AUBAAIARKAT. RAZRLY
HEEM, REMA150ml CEHEA100g2, 3 - —FTAAEXFTR. ZE,
WA B 60.0g FRKE (A4305%H) FA35 -4 CREAEFER
L% 15 5%, REHLH A 6500ml KF5# A% 140ml % HCI ¥ £ B
EEFHAIEHNpH.,. HERO UL RHIAHA3054, REALXR
ALEFLOCTAET TR, UAABEEH&. ~%: 115z, 80%
(B&), 115% (£¥) ;

TLC (ME&E#FHH) : —RFK/TEH/LE 80/20/2;
Re: 0.5

M.P. (35.5) : 136 - 138C.

£ 2

2 -FPRAX-4- (2, 3-—FTREXE) THLERY

135




‘‘‘‘‘‘

FETFT700ml LHEFHT700g2 -BE-4- (2, 3-=_FHAE
EX#) -3 -TH% (030mol ) #AZLEP, REARILATRA
43.0g 8.03M (034mol ) TR ERF AEHEpH A S -9, HBAHK
HALEKT2C. AEEFH 1554, TEMA14.0gPd/C (HS0%E
B), EARXLRES (40psi, £&) TRAE 6 M. RE AKX HCl ¥#&
REUPBEIFRIEEpH, SRAREAERZLAETR. RENFE
AARI0m AHEmE (50C) 4, ZERAERBTAY, L&
A4 TCAZTTR. |
FE: Slg, 60% (AR), 73% (£%) ;

TLC: —& FK/FB/C&% 75/20/10; Ry=0.5; BF#H: HF=8|. M.P.
= 165 — 166 C.

%t 3

4- (2, 3-—FREAEL) - 2- (N-FE-N-FREZEL
X)) TH

#140g o ~TEAAE -4 (2, 3-—FREZXR) TRIR
# ( 0.048mol ) #= 24ml # 4N NaOH A A 250ml ¥, FHFER
HIEH 0T, RE, ARELARBEERTHM 91g &FTEFS
( 0.053mol ) #= 13.5ml 4N NaOH , W3 i & ik & R # % SRR, &3
ET<QC, RELEEAFY2IE, ATHHCIHEZREARSS,
B 100ml Z& (2 x 50ml ) &%, 25 A4 30mI2NHCI 2 F#% &1L,
FRA150m] ZHELHEFER (3 x50ml) . HEARELTHABEABTR.
HEAZXETR (40C), NBASYHARE &R, STABRAT
BEETR,
F&: 185g, #100% (BR), #132% (£¥) ;
TLC: —&FHE/PHI0/10<; Rr=088. RN TRALTELE
BTHRINILARY, FEHEMALE R,
F a4
4 - (2- (2, 3-—FAELEXR)-CR2)-N-F&-2, 5-
K — 8

#185g4 - (2, 3-=FAXE) -2- (N-FE-N-F
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fFAEE-AL) -T# (0.048mol ) # 28.7g T A& &34 A 250ml B
REBEMT, GARA2IH, RELATZTAB L EARALEIFIABRS.
FizaBREAAImI R, BRHEAZEAL, ZEHF AL EHNHA 100ml
sHemad, $RUAREZICTAZTFR, ARSI RE X,
FE: 1252, 93% (BR), 68% (£¥) .
% 7. 5
5, 6 - —FPARL-2-FRER-1-wAEREFH
EAREART, HE£ 200ml —&KTREFH 1258 LKALE
(0.094mol ) ZAZABARRMAY, AHFZ0TC, REALH 10 5H%HHA
BET200ml —&KFEFHL4- (2- (2, 3-—FHREXR) -L
£) -N-F£-2, 55— -_ErA, FHT<I0T., £T<10T
TREZRSGHEHIOIY, RETEZEA 1 IH. ¥EREHBF RS
ZF0T, #H 4 Fi#m200ml &, BH T<Q0C, ZETEEEHFAR
L¥al1bH, & EAE, AXFER (3 x 400ml) . HA 400ml 20
% KHCO; & i % & # # KA %12 i, A 3 x 400ml &4 £ K.
zZE, FaAhhBdAgATHR. TBFALEZTHR, a4t
L4, HEBREAASOTH 1ISOMIAREY, EHE1IHAHILAR, 2
EXEFTESATTR. A% 828, 67% (BR);
TLC: —& F%/F 8, 90/10; R;= 0.35; M.P.= 208 — 209 C.
% #45 6
5, 6 ——FPARX-2-FEHEX -1, 2, 3, 4-—wEALEIEL
#140g 5, 6 - —FRE-2 TEAL- 1 -wAERAKE
( 0.051mol ) . 400ml £ X Z&. 10ml 1M ¥ & HCl % 4.0g 5 % Pd/c
BEANSGEE (S0%BAE)T, REAIRF 24 P FARESHLWEN (A
APHTAXIE, T=80T). ¥uaRsbrhk AATHMALL
ZEW. RERLBEREZLAEZTR. BAFEBABREAAN 1S0m]l A H
Y, LERRAWIEHAGOCRAETFR. ~%: 108z, 82% (&
®), 77% (£&); MP.=219-220C.
Fbl 7
5, 6-——H%X-2-FEALX-1, 2, 3, 4-wWHLE - HCl
17




ATRAANBLATHERHH 41.4g F AICI; ( 310.4mol ) .
230ml P X4 200g 5, 6 - —FAE -2 -FEHE-1, 2, 3, 4
~-WA4LE HCl (77.6mol ) A 4 HEARKT. H2AEAZ 80T
RMAATHEANZERSGH, A TSOCHEIA4IH, ZEAHEER
ﬁ'ﬁmdcﬂuk (€24 1000ml ) . xRS EHFLEETTER (T H
80C) . AREKBMOEHAKATSOMl RXTEFHHM, ZET 60
TF#%.

FE: 161g, 90% (AKR), 80% (£F) ;

M.P.>280 C.

% 74 8 |
5, 6-—HRE-2-FRAR-1-wWAERALLS ( bromidrato )

HHEEHK 150z 882 - FEARE-4- (2, 3-—FHREX
£)-TH#ZH%% (52mmol ) # 100.0m1 48 % HBr sk # #(900mmol )
HRAMEH I PH, ZEAHEZ 0T, BIIEFFBFREH K,
AR\ (50ml) &ZHAGMOCEZT TR,

F#%: 13.5g;

TLC: CHZCIZICH_;OH/CH:,COOH 70/20/10 ( FeCl3/K3Fe(CN)s ) ;
M.P.: 240 — 243 C.

E w9

5, 6-——##A-2-FREE -1, 2, 3, 4-WAARIRY

Fo & B (A B A 7w & 24 ¥ (20atm., 80T ¥ 10.0g 56—
—RE-2-FEAEA - 1-waAEASFARLS. 2.0g PA/C5%. 90ml K
= 10ml 37% HCl R4 % A48 - 9w, RERAKAAALTES.
ARAETTHAEAKRERAE, FA 100ml 37% £ & AP EM B EE, Z
EAZOCHLEE, ¥MBBAKRMKTRTELAF A 0 CEEZT TR,
FE: T4g.,
% 34 10
3-FAEEREA-5- (2, 3 - —_FPHREXE)-2, 5-—&%
H—-2 -8R

#300g2 -MA-4- (2, 3-—FREXR) -3 -THE,.

18




860ml 7. 134gH P EBBA 138z KA TR FRAANABE T H6
AA4BBARRT, FHAEFHEREOHNHREI05SCTHRRE 4 IH; &
HERERHANK, BERSHIE, FLEZTHEREREALET
B, ZE M 1260ml EO AWM E ALY 2 I, HEALHETE, A
AdmE (40 -70TC) kT RWF A 60 CEET . F5 313.00g
FH. (FE£H94%) .
% 764 11
2 -"FREABERE-4- (2, 3-—_FHREXRX) TH
HI1S0g3 - PREEEALA-5- (2, 3-—FAELAERX)-2,
S ——&H%%- 2 — 84 1190ml CH;0H #ZAM K ( parr ) A4 BH
2000ml AT, ZEHBMEHAANBRAIZZLLER (T H647T) ;
MmN 30g5% PA/C, & 35psi THAHEAMEERE AR H( %60 55).
ATLCRZHRALGHGN %, 25, RACelite (% L) TEER
CUAREBZERETR, BAHBERNMALBALHRBREATGR
Wik, BEEFAH0Y, REFX R4 HIEHALGTCEETTTE,
F141.6g #%. (%: 93%) .
%384 12
2 -FREAFAARA -5, 6 - —TAEA-1-WALEM
# 610g $HH%AANS000ml AEBETY, WREGOT, 26, #H
ENRRHEMANGCIg 2 - TRAEAZFARE-4- (2, 3 -—7FAXX
£) —TH. 2008E, AK (2000ml) A ERHESGRLH, FT
FREERF0SH. FHABTRSHIBHFAFEAKRET 3000mi &4 F.
R AZHBEREEZAZLI T4 pH.
KEANRBLABA TR, SAFLATTAXETR. HAA
REBAKRASHE30mM 8 S0ml LA FTHHNY2IH, ZETE
FEWOCEZT TR, HMAHAHAKRFKERKR. #£: 51.2g, 895
%(B%K), 84.0%(E€); TLC: =& FRI5-FHS; Rr= 095,
st 13 :
2 - FPREFLARE-5, 6-—FREX-1, 2, 3, 4 —wWHERALE
HREHHFS0g 2 FAEAEELERELX -5, 6 - —_FHREA-1-9
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AFHEM = 1000ml A P 45 500ml FE ¥, A 2085% PAd/C, =
ERAEABALESO CHARXNARLENY S AAAESTHESES
( Hastelloy ) ¥, #M&H, REGIH, ZERXGRAOWAGEREY
HHEH3I0T, ACelite (L) IRFRLHHBRERLAZTA
EETH. WHBALEAKALG CHIOMMIECETHS, REHBR
HAEHFEH30C, dEFAOCRETFR, UFAHMG & HHk.
FAE: 406g, 855% (B%), 81.2% (£%®); TLC: —KTFE
95 - ¥ 5; Ry=0.76; M.P.— 108.7 - 111.4 T,
5% 74 14
5, 6 - —FPHE-2-FEAX-1, 2, 3, 4-wWARALEEEE
¥# 13.5g A2 4 250m]l KW A% HAA 1000m]l B & KT
BH 1508, REEEHMET3IS0ml A KO AxHT#H80g2 — F&
EERLARX -5, 6-—_FHRE-1, 2, 3, 4 -wWALERUBFEE
BHELB 0T, BEEHF 15908, FLEBRREYH. $ERRAHE
$HOT, HEEFEMmAK (1000ml ) , HEEARHAL30TC. HEA
ERABEEFAAEGTER, RASATREANE, ZTRABATHRS
B Aid, TEHAATHEHCIEL. BB ERERHL305F, 25
EXETR. BB ALHAEG CTH350ml CHTHH, ML
EH4C, ZEHEHESOTEET TR, UFHGEH&K. *F:
40.7g, 52.4% (BAK), 509% (£¥) .
% &4 15
5, 6-——#X-2-FEEX-1, 2, 3, 4-wHERLEEE S

FhakKy (45ml )2 - FPEEE-5, 6-—%-1, 2, 3,
4-WELE (5g) AR FAamAIARBRARFGEEHN (2.55) &
Kk (25ml) . ¥ ERALBEHLSH, FABAOHEATEFRA—
ERAHRLE, ZTELERAETTT%, WHAEH3SgH A%,

'H - NMR ( DMSO - d6 ): 1.40ppm ( m,1H,H3ax), 1.95
(m, 1H, H3eq ) , 2.40 (s,3H,N-Me) , 2.3-3.0 ( m,SH, H4, H2,
H1) ,5.0-6.0 ( br,2H,0Or-H) , 645 (d,1H,H7) , 6.56 ( d, 1H,
H8) .
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ELMS ( 70ev ) :m/#» 193 ( M) .
E#&p 16 |
a) () -2-FEABASA-4- (2, 3-—FREXE) - TR

BELETE (025M) V63 - FRAEEERE-5- (2, 3 -
—wEAER) -2, 5-—Kkvd- 2 -8 (500mg, 17mmol) #5%
EAANMREAEY, MABLH, FFEAL, 5 -HFHF1, I'-
(1, 2-BFEXIRC(2, 5-2CHEI=HEK (S, S)&4-(F
A% )EM S0 ( SS)-EtDiPhosRh (COD) OTs I ( 1.5( pmol ),
REESAES (30psi ) TTERWFERSHEH 1.5 1 H.

B Wit E, FEATTHEERER, WASHY S00mg 6374
(% ee ( NMR=95) ) .

833 & & T S — i s,

#47 NMR 247 ( 300Hz,CDCl, EA R (+) -2 - FHRE-a -2

——

FPAXAZET, £3,842ppm ( ( -) sgkdk) #3, 838ppm ( (+)
shedk ) w45,
(b)) (+) -2 -FEEABARE-4- (2, 3-—FH&FX) -T&
BAELETE (025M ) F¢3 -FREEERE-5- (2, 3 -
—wEAXR) -2, 5-=&%%-2 -8 (500mg, 1.7mmol) &
BAANMREAE Y, MABELH, FFEHFL, S -FF w1, 1'-
(1, 2-ZFX)RC2, 5-=CHRIZBEHF (R, RI&4-(F
E¥ERA) gasditsddH C ( RR) - EtDiPhosRh (COD) OTs 3 ( 1.5
(pmol ), RBAEARES ( 30psi) FTFEmfiaRdhiEd 1.5 .
Fin sk, FEALTTHZERAL NFS S00mg o F#( %
ee (NMR) =92) .
i3t 4 5 5 in T St — o sl
NMR 54 ( 300Hz,CDCL,EH R (+) o - FRE - o - =AY
A¥XEET, £3,802ppm ( (-) stekdk) F 3,838 ( (+) sfuetk)
5694E5) *
LM 17
(+) -2-8H-4- (2, 3-_F8&E8%) -T&
BAELETE (025M) v 3 -FAREEEEX-5- (2, 3 -
—WEAER) -2, 5-—f%%- 2 -8 (500mg, 1.35mmol ) £
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AEBAWMREAZ Y, WARLH, FFEEL1, 5 -KFHF1, 1
- (1, 2-FE)N(2, 5-=CHEI=HELRK (R, R)#H4-
(PAXR) B&E42%( ( RR) - EtDiPhosRh (COD) OTs J ( 1.3
(umol ) , REALSES (30psi) TFEBFERSPEEI I
iz B o it FAAFTTHEEREL, WFES 320mg 65 H( %
ee (NMR) =75) ).
i3t 4 B35 T i — sk,
#47 NRM £-#: £ 334ppm ( ( - ) sfekdR) F= 3.22ppm ( (+) 348k
) &dg4E.
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