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RBBFHAR (BF6 - 10b87) , FEREFRLEEA2 - 258K
#(Bn). AHEERBARKAIRALBGRE, MAK, BRIE,
AP AR BR 8 R K£4985 - 88 b E&.

BERAHE 1,7 - =23 - 3,4,9,10 - wHag — & (1) EL
WHEkA: RBREBRGZ, M85 - 88 %hEEMMEELR WHA
Kb, BzReiliE, AREESH, REWKL TR

FE G FEATEa), 1,7 - =it - 3,4,9, 10 - wWH s —&F
(1) Hiamey R p, ERBERTFENGALET, EARABKREEL
AL F) 64 A 4 T 47,

BV RFEEGHRMEFERTENLAAERT S REFRLS S0t
R, VB, Eek, Fdek, e, N - PHR%E, N - PRKZEN
BAFH RN - PEAERER.

BEMGRAETAF AR, @AFAHF kg (1) A5 - 20kg, #Hik
10 - 15kg.

L B LR AN I, BT, L&, AR
FoEsl, Kk BERAFREHX, ARLAREEEE BPRRENEH
A LA, i LEA, RBLSE, RALE, 8sk (I1), |ibsk (1),
MBS (1), Zag4R (1), fidm (1) B4, HK, HTRA
1% B iX e 4L ) 69 RS

B FE R A, BRI N A AR S8, BIEER
AR e, WAMGAFELEZAAG, Ot TaEREAREERER
AL,

AF (), BETEEAS5 - 80 % EZHMEAH. s TFHIE,
koG FH 50 - 80 %, x{TFARESEIEFLD, ZEH10 - 40%F
.

THATHHNE T EGMEAEREFHTREGBESIE - 3,4,9,10
- w9 T BT BB T AR AR AR A T ST ALK B 69 B — I R oY PT A AL A
.

Bkt eg ik UL 9Bl F AT A RB, 5 - X8, L&, R

16
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B, ERBEEC, BB, 4 - WEEE, 4 - LEEE, 4 - RTEEE,
3,5 - —9WEAKE, 3,5 - —CEXERA3S - RTEER.
Hlls (1) ABRREFTASD2: 1841, £ik%22:15 3

Y B a)iBEAEA40 - 180 CTi#47. MEPIRIEAKAKLER R
BT AZ 60 - 100 C. MmFrMeNER ZIBETLEA 120 - 160 C,

EERIEREAATEAE (ERARKR) A,

HFEGT R a) TEARKERESGTRAENES, AF, £%
10bar ¢y B H Tit47. B AL ME (HE < £ 180C) o, 85
FRAENE D7 AF.

B RBHHAT2 - 1008, 324 - 700,

T ¥a) ed A ARIRAEH L T:

#1,7 - =83 -3,4,9,10 - wWHEEBE_F (1), N, KRR, 4
REAGIE, MAMNOARLLE, ETBABBE TN, £ELAK
R EL 1S 54, FRRERASMIF MM ERLBEFLZIET
#BiFH 4 - 7T et AFETRE, BHEE T, MAREAB4 TR
ot TR,

SRPEARBIREENGES THITH, RESBAENZE, 3IA
BENGE, EEZEBFPRBEYG 1 - 2R 9RE, KEHRABLAAL
BRLiRE TR Eaer R Ehdy, RERREBARAE,

AT —H s, THAAMA L7 - =83t - 3,4,9,10 - mHE KB
EEIVETFOAREw —RFR, AHRORIEF, Hiairi@idadR
Wk, FHRBRRBET. o) BB IVALLERE >98 %,
RmETHER TSR EP.

EFMBETHEG TR ) P, BERTFEN, EHBAMNS 4B E
h, AEAMNGME, URBGALET, 1,7 - =k - 3,4,9,10
- WHEB BT EIVE 1 - %V EE.

BHERPLEGEMNCIEAFTESL 10 NEBR-T YR IRIRIE %
Bk, bwZBk, — - ERAR, — - ETEAR, 1,2 -—FHREKE, 1,2
-~ LRALKR, —ERAUAR, HAE, Rk,

BHNARAERGHFARELE, —BAHF kg =BT IV A 30 - 100kg,

17
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f£.i% 40 - 60kg & H.

N6y sk E B A AEBY A . AR E R TiXAF B ad e A THRBRRS
VAR AT £ R mk 5 & TR R H IS KA.

REHBABERES 15 ABRRTFHIEARE, FHLREW=Z UK,
Z - ERLmA = - ETEAE, fRRBExER, HHNE R

BEF kg EMMA 02 - 1.5kg, ik 0.8 - 1.2kg #k.

B e B eG4 AL S B AE A 4L 4R (1 ) H R EME A eg4eB b
4.

L E AR B F AW (Z-4RPEEM) 42 (0), [1,2 -
—(ZEEABE) K] 42 (1) KL, [1, 1'- = (ZFEABE) =
MA4k] 40 (1) Aiedy, = (=CTHEB) 42 (11) RKidh, = (=51
EM) 42 (1) f4kdh, — (=%%8) 4 (1) Z&#&, (2,2-=
bz k) 48 (1) RALHAAE, #$502, W (=ZFXEB)4E (0) = (=
XA 42 (1) f4edh, = (TH) 48 ( 11) fibdhFfe— (FEXH)
42, (1) Fiedsm.

7 oiEmh4R (1) HehdFRAE (1) it (1),

EESFEATFT, AT —semIV, —&&H 2 - 15 mol%, #hiks
- 10 mol%&g4efic o4, —A&iE A 2 - 20 mol%, ik 7 - 12 mol%4H
(1) .

FBDb) AR LBHEBENH20 - 140C, LA 40 - 90 T,

HEFRIERGE, RETEAAAETRRBIKREEGESN, —KAE
2 %508 o4 Fsdr, SEALA M Rie Lk, RARIXKRE
t4 ) F b FbY.

Lhl &R EBRER VI (V') 5, BRI —BEEK IV f
BmVARBRRK—EA1:2581:5, ££1:251:4,

B &SR RGIEABERE VI (V") &, ¥AR2LFTREAANE
BF i —AEtk Va REmEBENK, REF-ARRTEIRER Vb
BB, EEFHEAT o0k R Ve ERL—FA 118 1:
2, Kk 1:1581:15.

ARG RS VIGEEBEEERT1 - 15 DB, 4551
£ 2 - 10 8. AR, 4EA B R P R AR JE s AR VIV P

18
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e LUK e R R B B AR & —RIF R 15 - 60 54, 455
R 15 - 30 4P, MEBRFRGILEBREE VI"e) B 5 F 268 FH
5 s #6936 A BT R VI AT iR 69 BLS B 6) A8 ¥,

AR FO R B, FHRETHGTRD ) TE5A2AEEAN
M Ley 1,2 - BLEERL2 -BLHEAGEEASRERIV.,

ATHELIER A EMG T RBER VI, £FHERAK (68
EXERR) FPREAAFFAW., RA LR 4 DM/ XELEELS
F 100 C, Hesi¥ A 4348 B RIS,

ABAMBEEEARLATHHEARAW THINCHELEALR L i
ABEBIV. 2244 A A5 &R Lg4EmTRME X AT/
Fob ¢4 333X K38 R N6 Bt 476938 R ( & Larock, Comprehensive
Organic Transformations, VCH Publishers New York, 1989, 6
- 17 ; March, Advanced Organic Chemistry, John Wiley and
Sons New York, 4th Edition 1992, 775 - 777 ; Journal of
Organic Chemistry, Volume 45, 4926 - 4931 ( 1980 ) ) .

FEAARGEEB TR VIGFRD ) 9 R A ARG ST

B AE Mk (XTREZAKY) HREHPH_BEBE IV
HERBBFREANRLEZ T, BLATFRGAALILMANEE DA
REAsafiz KiFmk, WM (1) &, fmibddi 1 - VIARKEZR
T (R MRS e LEMARFH ARG RABRAEAGREE) , Hi#
B RS EREGE LB E B EGE (<4hx >4h) . AR5,
wREE, INKAHAKZAREWERLRZETHEHF 4 - 8 /hE. B
B (RSB ERBBRERE) ABEREREGY, FAEAY, BA
BET, IIANY ARG LTFEETHORERPARGRED P, &
BT, A—FREGERE%R, HIKARLE, REAKKLLE
TR P, RE TR

B Tt —Wshdl, THRFILE VI A AE 645 M 4] 4o B A2 40 = R
i, RARERIK, RFBBRAWERRBDELH, AWFLL
ERRGAE AR BN, XAHAT, BB RAETRE, THLEZEMNKA RS
4 B A A

A THE R #Reg it A VIV, TRk ds o AR 4h 38 Bt Bk

19
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VIbeEGBEELS, RZHLAMNKTEN 1 - ¥ Va, 2ARKZ
RAOMERGERBEEE Tk 15 - 30 4. REAAKRLERSH LR
RESEABERE VI, AFEREF -1 - R VObABLIEMETRALER
BETFHE2 - 4R EEXT N TEE.

B R 04 JE AL TR R LG A 0 b Ak 5 R T d B xF AR e JE A
Bt I R VI By ik 34T,

BiXF A EOE AR VIBAFRLA > 98 %egshFE, THHE
BAFHEMEE. Rit, €15 &4 TH AR ML 6 A Fo A

FHrkeF®e), TRBER VIKMHBA_S], ERERTE
H Fesb e HETHT (wREE, EXRABREEILIRE) .

L BRI RHNCEARBERFEMNAC - Co - HBRERTE, &
BY, JETEE, RTAE, 2-WikX-2-T8, ETAE, EXEBUAR, L
i, R ATHhEXKBETESERREASEE VI ¥ 0.1
- 0.2 mol K2 H A 8,

BB FRAEH AL, B kg RABREK VI—KF 50 - 200kg,
1% 60 - 80kg .

3 mABRE R EENY, ERILARERIYT, AT
MmAB kg T ABEE VIEM 4 - 10kg, ik 5 - Tkg sk,

Y¥c) R BBRBEABEH20 - 140C, 4£ik 40 - 90 T,

KBBEEE 3 - 1048F, 24 - 6.5,

HPEFEGTEc) GAKEAEA AT

K ABER VI, SMNABAREHERTERLRET K4 -6
Ned, FANETR, KSR PREHGBESFRBEREA NSRS
X R kA HIRKRLE. HT—uil, HERGHE I
BA30 - 100 EAHAMNE, Fldes5 - 109 ETHER, BYHE
B b sbitiR, 4§ E 4 A KR E TR

HRAFEREFTETUAEAMERZF G T ERANG AR HHA
(—#% >95% ) &9 1,7 - —HRKGE - 3,4,9,10 - 9REK A 1.

ey —BF 1 TAHAA T HEEPREK, BFEAESY, FHNRALA
- FhRECH, PEH, AFRAEHFHETALF REWEEHN,
AA o R B Ao ) 69 BT 4R

20
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Froh it AELE R VI AT A A A & ST A ALAHH e AL A

Ee e Ao, RAESERM, AEREZ RS A oA A
9% 3
A) 1,7 - =383t - 3,4,9,10 -wHBE & (1) “H&

=34 1

3% 292.5¢ ( 0.75mol )3t - 3,4,9,10 - wWHB B (L& >98 %)
24420 g 100 % F AR RS MATET M 12408, K5
AN TgEh, AW A E8SC . EA8 M AMM2625g ( 1.64
mol ) .

BEBRSMANETE, ARAIHIFTAR K5, HRIE,
£ 1R A 670 g K, AR EKEE 86 % EF. mAMN,
B RRAM I E 85 C: Hihbdp, HFWRIEEHFHA G4 3% 3%
#iti, A 3kg 86 % EFMAMMAA, KBESOKTHFE, BF
RAdpitik, I vk E P E 120 CRUET R,

IR EIM 370 g T ARLEMBRMR, BE >3607C, E >
98%, ABEHLEHEA 90 %.

I A

CESN (% EF FEE/FRME)

Cc: 52.4/52.1; H: 1.1/1.1; O: 17.45/17.4; Br: 29.1/29.4;
IR (KBr): v = 1782 + 1770 (s, C=0), 1735 + 1723 (s, C=0) cm-1;

UV/VIS (H2804): Amax (€) = 408 (10309), 520 (29410), 554
(43141) nm.

B) 1,7 - —=#3it- 3,4,9,10 - R B EmKEIV &4 4% &

R4

Br . Br v
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L) 2 Fo 3

BHT, dhaght BEABILNK, REH KLY EH 381 mmol
1B R* - NH; (I )#A 699g ( 127mmol ) 1,7 - =33 - 3,
4,9,10 -~ W& — & (1) (FL#E4 1) £900ml N - Frlabei
WEF RSB F. WRERSGDERAA T AR EEBE T
C, HAEZBETHHE 6 6.

MEFTRE, WARRBGEEFHES, REE 206 FRERANF
Z£ 100 C & F %,

T AmP s REKETEL.

L4 | R* ag [MALMK|TC 42
J N 4w} m.p.
[81/[%]] [%] [C
e k| 428 | kas | 85 [75.1/83) 97 |E4r e ma| > 360
3,5-= | 17.5 | 284 | 140 |83.8/87| 96 | mir 48 | > 360
VEE
%3] 2a

ATH—F i, WEEFM2HA653 g N, N- —3x&LX- 1,7
- —83t - 3,4,9,10 - wHEM B I ( [Va ) £ 800ml —RF LK
FHRAE Db, REWABLIARL 23 ZFHATHRKY 1¢ G4
AR (0063 - 0.2mm kB, AR TBES) .
BEELBERREZZRFIR, F3 58 gt > 99 % 5484 &4 &
£ KK IVa,

oA F IR

AESW (% EFE FHEME/ERME)

C: 60.7/60.6; H: 4.0/4.0; N: 3.9/3.9; 0: 9.0/9.0;

Br: 22.4/22.3;

IR (KBr): v = 1698 (s, C=0), 1655 (s, C=0) cm'!;
UV/VIS (CHC13): Amax (E) = 491 (33962), 526 (50478) nm.
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C)

F3E4) 3a

e Ao KTIRAE A RBA, b EHb] 2a fBM6d5 %, 1% 80 g
T 3IFEE NN - = (3,5 -—_FRFHE)- 1,7 - =83 -
3,4,9,10 - wH sk — ST ( [Vb ) 4kik,

B T5gE >98 % L& L HHERKIVL.

S AT AR

AEGWH (% EF - HAA/ZME) :

C: 63.5/63.3; H: 3.2/3.2; N: 3.7/3.7; O: B.5/8.6;

Br: 21.1/21.2;

JA¥ (FD): m/z = 754 (M*, 100 %);

IR (KBr): v = 1696 (s, C=0), 1653 (s, C=0) cm-1;
UV/VIS (CHC13): Amax (€) = 485 (29214), 532 (45100) nm.

1,7 - —BR 653 - 3,4,9,10 - w# st — B LA VI 694 &

R4

0O i (0]
X2

1
AL .
O

g

I

R4

o

£ 4 5| 10

S R 5] 2a 2 3a P A6 2.45 mmol £iLe) 1,7 - =& 3t - 3,4,
9,10 - w# s —sEm ( IVIERKEAY, £HHET, 31\ 100ml
KoK o9 &k wh A= 100ml # AL 6gvRE ( EHa4] 4 2] 6 F2 9 2] 10 ) K
100ml =K (( £3#p) TH: 8 ) 4RSS T, REEH MmN 45mg
( 0.23 mmol ) #tk4s (1), 225mg ( 0.19 mmol ) v ( Z X% )
. (0) fobmg (bmmol) 1 -%V, ¥KiZRE&MWAEB C (%
45 4 %) 6 A9 3] 10 ) K60 C (K& 75 8) ERAUAT ikt
AN

23



01119465. 0 oM P E19/24m

HAEE-Fe (L4669 B%E) RERSWANEETR, K
SIANBHEG 600ml —F R EeGE M P, WREHOGELEFHEL
A 400ml —F R Eey ek, REAKREFT K, H4E 100 CK
-
5 H A 2 25T 80ml — R FEe ¥, A =R F B4 A s BLH S 172 ik
( 0.063 - 0.2mm # & ) E# (4330 x 100mm ) .
XBEE— T A AL ERKETEL,

24
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L) 4 oM B R
AKSH (% EF - HA/FRE) -

C: 80.2/80.0; H: 7.0/7.1; N: 3.9/3.8; O: B.9/9.1;
JR¥ (FD): m/z = 718 (M*, 100 %);
5 IR (KBxr): v = 1696 (s, C=0), 1650 (s, C=0) cm-1;
OV/VIS (CHCli3): Amax (€} = 286 (22906), 342 (12569), 398
(10544), 442 (9515), 469 (17094), 540 (12179%) nm.

E A S AR
AEGH (R EE HHEMA/EME)
10 C: 80.6/79.8; H: 6.5/6.7; N: 3.9/3.8; O: 8.95/9.6;
Ji¥ (FD): m/z = 714 (M*, 100 %);
IR (KBr): v = 2210 (w, C=C), 1695 (s, C=0), 1649
(s, C=0) cm1;
UOV/VIS (CHCl3): Amax (€) = 293 (31542), 403 (15601), 441
(7321), 471 (11359), 538 (26011) nm.

15 SLAEA) 6 AR IR
AFEFSW (% EET THHAE/LTRME)

C: 78.2/77.7; H: 5.5/5.6; N: 7.6/7.5; O: 8.7/9.1;
JE¥% (PD): m/z = 736 (M*, 100 %);
IR (KBr): v = 2238 (m, C=N), 1698 (s, C=0), 1653
(s, C=0) cml;
20 UV/VIS (CHCl3): Apax (€) = 292 (30108), 403 (15831), 442
(6913), 472 (12003), 540 (24631) nm,

R T MR
TAGH (% EE HHAE/KRE)

C: 81.6/81.5; H: 8.0/8.0; N: 3.2/3.2; O: 7.25/7.3;

25 JE% (FD): m/z = 882 (M*, 100 %);
IR (KBr): v = 2206 (w, C=C), 1695 (s, C=0), 1650 (s, C=0)
cm-l;

UV/VIS (CHCl3): Amax (€} = 285 (17642), 294 (19311), 471
(6729), 505 (12936), 543 (21103) nm.

5% #ds) 8 AT SR
30 AEGH (S EET HHAL/ERE) :
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C:E?4.8/74.6: H: 5.75/5.8; N: 3.5/3.5; O: 15.85/16.1;
jﬁgg.(FD): m/z = B02 (M*, 100%);

IR (KBr): v = 2209 (w, C=C), 1741 (s, C=0, ester), 1695
(s, C=0), 1650 (s, C=0) cm1;

UV/VIS (CHCl3): Amax (€) = 288 (19733), 293 (21004), 473
(6610), 514 (14263), 565 (25317) nm.

A 9 oA R

AEIH (% EF SHFAE/FRE)

C: 70.7/71.3; H: 5.2/5.3; N: 3.9/4.1;

0: 9.0/8.7; Br: 11.2/10.6;

JA¥ (FD): m/z = 712/714 (M*, 79Br/®1Br, 100 %);

IR (XBr): v = 1690 (s, C=0), 1652 (s, C=0) cm"};
UV/VIS (CHCl3): Amax (€) = 448 (11950), 629 (15300) nm.

L34 10 947 B
AESH (% EFE FHHEAMA/FERME)

C: 81.9/81.7; H: 6.0/6.1; N: 3.7/3.7; O: 8.4/8.5:

% (FD): m/z = 762 (M*, 100 %);

IR (KBr): v = 1694 (s, C=0), 1649 (s, C=0) cm-1;

UV/VIS (CHCl3): Amax (€) = 290 (25703), 339 (8112), 401
(10291), 458 (15388), 559 (23900) nm.

g3l 11

b bEiam ek, 4 08g (1.12mmol ) B %M 9 Hl &6 N,
N -=—3rTk-1 - St¥k-7-83E- 3,49, 10 -9HKBR-_KE
Bl 0.14g ( 1.5mmol ) 5 - LR B 4 B,

B BT EALE, vA64 %oy Ek, 153052 gshEA 98 %, i
EAH 83T, ZREMEMEARN N - 3T -1 - THhAE-7
- (5 - FANKRA) E-3,4,9 10 - WS BEE (X 1
-k X5 - RAE- 1 - AR .

S RAE €

AEIH (% EE HHAL/FRE) :

C: 79.4/79.2; H: 6.0/6.1; N: 5.8/5.8; O: 8.8/8.9;
Ji¥ (FD): m/z = 725 (M*, 100 %);
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IR (KBr): v = 2236 (m, C=N), 1695 (s, C=0), 1650

(s, C=0) cml;

UV/VIS (CHCl3): Amax (E) = 293 (31542), 403 (15601), 441
(7321), 471 (11359), 538 (26011) nm.

EHH 12

g6 478845 10g ( 1.4mmol ) NN - —(e k- 1,7 - =
AL - 3,4,9,10 - v —BLEHET 150ml FEF, 44 0.5¢g
B o SALHEALN (5 % EHK Eeg4e) e, E1E GRAETE
TR T &AL E RS,

RRBACK R L BMNIG, L 91 % 6§ &, 753] 092 g kL &£ 112
C, BREEREHHRKRNN - —3x&% - 1,7 - =T 45 - 3,4,
9,10 ~mHHB_BER (X' - X =~TH) .

o B I

AEW (% EX FEMA/ZRE)

c: 79.75/79.7; H: 7.55/7.5; N: 3.85/3.8; O: 8.85/8.9;

Ji% (FD): m/z = 722 (M*, 100%);

IR (KBr): v = 1695 (s, C=0), 1650 (s, C=0) cm’l;

UV/VIS (CHCla): Amax (€) = 278 (19712), 339 (11823), 398

(7210), 463 (8132), 510 (2010;), 554 (29390) nm.

1,7 - —BAR3%E - 3,4,9,10 - wE B —8F 1694 &

0 0]
X OnFA
Rl— 11 . L2 — R2 I

£ 13

¥ 10g 344 4 B AN N - 31X - 1,7 - —THEE - 3.4,
9,10 - v Ek — B L, 1LFRE, 65z K AN 268 KBRS
NS

28
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SR EFRGE, WREBYRAEZHiEE, AFRAIBEREEREL
€, REWAINAMHEEG 14 10 % EeG L8, EH mi b,
SIEERE, BREWES, BRREFRIIE 100 CHRETE.
ZE P88 Ba Ak, /88 68z > 98 % ({£H UV/VIS &
5 A ZROUE/ PRI ADBGRERFEETHEENERN) , &
B >360C, WatAEZHBHRKLT - —THERL - 3,4,9,10 -
wHEM A (L'=12=-12-82%, R =R =-E-TH).

E#F 14

$5 R 13490068 F ik, 42 10g B 6] 104 Feg N, N - = ( 3,
10 S - ZWAEKE) - 1,7 -ZTHAR- 3,49 10 - mHR-SE

e B

ZEVARS b #y FRIFE 62g REL SN I3AEEN 1,7 - =T
WA - 3,4,9, 10 - v9 3% 88 —BF.
L) 13 Fo 14 64 5 AT H R
15 AFESW (% EFE FFHAL/EKRE)
c: 77.7/77.6; H: 5.1/5.1; O: 17.2/17.3;

IR (KBr): v = 1769 (s, C=0), 1722 (s, C=0) cm-};
UV/VIS (CHC1l3): Amax (€) = 399 (12732), 532 (46311) nm.
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