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SRR TAGH A, @FEAEKk (1) AS - 20kg, ik
10 - 15kg.

At 0 BT R ALARAL A QA A RALEE, FlieFE, L&, A&
FodhEh, HENERAZREBR, AR EL B, KPELENAH
MoFe RALE, f9l4e L ELEE, MBELE, RALSE, Tk (11), f4kdk (1),
s (), 2E4A (1), 844 (1) o TE4E, 2K, LT
1 B X s AL A 6 iR e 4D

AR E L, BEBEAELHGAERIEHNEEY, BEK
AR R, ARG AELLZAANG, R TEERAKETAER
1AL F.

EF (), BAEEEEAS - 80 % TZaHALA, ﬁ?ﬁﬂ&,
ikt H 50 - 80 %, s TFHELEBMEL, 1?37’7 10 - 40 % &

b=

A

TR FHEEFTEAMBEAELEFFTRENASIE - 3,4,9,10
- U9 B = BT BB AR AR AR A T T AR K 0 B R 4 P AL S
4. |
s ARk e 4G B T 6948 F 4+ A BB, 5 - B, XK, HRD

11
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15

25

B, BREEE, KR, 4 - FHAER, 4 - THEEE, 4 -RTERE
3,5 - — Wk KR, 3,5 - —CEEKEAIS - RTEARE.
Bllll (1) 9ERBEA2: 1841, Hik#522:132]3:

H ¥ a) i@E L 40 - 180 C F AT, FEAEMIRA KB RILR LG
EREZ 60 - 100C, mEmegtd A g ELEY 120 - 160 C,

EHMRESKRLATEE (A RA) 2R A 6.

Hrki TR a ) TEAXAERAESRTRAENES, &%, £5%
10bar 69 /& A Fibd7, S AELAME (hE < 4 180C) B, #£AF
F kA B EHHN A F.

R i@ E#sr2 - 10 /bEf, 45324 - 708,

$¥a) e EARETRAH I T:

1,7 - =835 - 3,4,9,10 ~wHEE A (1), &AM, VMEA, 4o
B2 R, WAHMARLE, EXBAHF TAEII, BEAUK
HRBEY 1S9, AR SRS MBEH A ZR B REFEZBET
BAFH 4 - 7T e, AHEERE, BERESY, AR TEIL
AT I,

LR PAERBITIRAEGEDTHTH, RESBARNFTE, A
R, LEARTRMEY ] - 2CEHGRA, KREWAEZAE
BB e T it i & e et 18] G 437, REIER B ZRE,

A Tik—F b, THELLT - =83% - 3,4,9,10 - WHR K B
TaEIVETFARBRL—ATR, A&FXORAIREY, HiZErrEdRK
T, HIEERRRBETF., WA EG _BRERIVHLERT >98 %,
BEmeTAER THENR LT,

AFHEFT AT H D) P, EIERTEN, FARALNGLERS
dh, HEABEAAGEL, UBRBRSAET, 1,7 - =gk - 3,49,10
- WHEBoEEEIVE 1 - RV EE.

EF B AEGENCELAZE 10 MRBTHEREIIRIE A
B, 4ol B, —- ERAR, —- ETHAR, 1,2 - —WwaAALRK, 1,2
- LEA T, TRIEAR, 4R, WAk,

ARG RTREHRER, — A F kg B [V A 30 - 100kg,

12
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15

ik 40 - 60kg & A,

MmN BB N RESER., HNER TXAE Ge8ATHERRS
A BIE ST Eindmih & & T KB A A A A

kIR ABEES 1S AR TFIMEKE, FHARELZ LK,
= - ERAKEART - EThAE, PHRKREEEe, 32 R

BEH kg EMAAN 02 - 1.5kg, #i% 0.8 - 1.2kg 5k,

Frig R AL H A B A s LA 64R (1 ) R ERE A e4eE S
.

Lt ehln e o T (Z-4ARPREB) 42 (0, [1,2 -
S (Z¥ABEL) 2R & (1) fiedm, [L - = (ZFKEBE) =
Bak] e (1) fdbdhr, = (ZZAR) £ (1) &4, = (=351
£ 42 (1) f4edy, — (=Z%EB) 4 (1) ZeE, (2,2'-=
e ) 48 (1) BB AR, #H32, @ (ZFKEB)w (0) = (=
A 42 (1) f4udh, = () 42 ( 11) Rt = (RKEHK)
e (11) &ALdh.

epaig R (1) &6 FR2mqkam (1) Foifdtsn (1) .

EAFMEALT, ATFTBEBEIV, —&4EHA2 - 15 mol%, it S5
- 10 mol%#g4efetodly, —HE42 A 2 - 20 mol%, it 7 - 12 mol%4A
(1) .,

$Hb) R FEBEBFEHR20 - 140°C, LK 40-90T,

MIEFAE R ke, BERTERAERTARIRAENGES, —RE
£%50F AEHTHTF, ZEAELARELTHENY, ABLIRKAE
o) JE Fy & ok B4,

B Bt ABR TR VI (VD) &, R4 8L IV fo
BVEERIL—&AD1:281:5, it 1:22]1:4,

YA R EEBREE VI (V") B, AR FRLEEN S
BFPeh— A5tk Va L EmEER, REFNBERTEHARR & Vb
&ﬂﬁmﬂﬁ@&%ﬁ AT Bl hSk VAERL—MA1:15 1
2, Mk 1:131:

%ﬂﬂﬁ%%%&E&WW%&Ek EEHIF1 - 15 DB, 45
22 - 106, AgR, AR BEFHARTHRO T ABER VI

13
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15

20

ananan

ARGy BB R B T A BB R R & —RILE R 15 - 60 547, 4% %)
215 - 30 H4b, MEHARTIARGLABLE K VI'e R BT Z 4 66
I bR a4 0 A BRI e VI BT 69 BURL BT [ AR S

MR AR B A, WA RN TR D) T AREAR
L 1,2 - BLREN 1,2 - EUHAGERABRERIV,

A THE G R AR ERG T EBER VL, ERBELE (HlR
£XEE) PAEAAMNY., wRAAEERL 4 B/ XEELIBES
F 100 C, kr4dds IR TR ARIFAE,

BAMELELARTHRYERLEREGY THE LIELR CHAER LR
ABTEIV. 22 AREAASE R b egde AL T AR B A A RS
Fodd 68 51X £ 3% B F L 65 ¥ Bt 476938 B ( AL 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 ) ) .

Sl &t AR TR VI T D) ¢9A A G ARGIEF 40T

Y 3 A A ah, (R BB ARE K ) K9 IRAH ) BB IV
BERRESREANERER Y, @ ATRYAARILHAAEAMA
RAtaFin Ak, B (1) #, fLfddhi | - Kk VIIARKER
b FEEMRE CREFREF ARG XEANTAGRLLE) , Fika
B RS EMERE B BEMEFEHE (<4hk >4h) . RE,
WEEE FANAAFBZREWERLBRETHERE 4 - 8 PH., K
B (wRAEMEBBRES) ABKELEREY, FAEFAN, B
BET, SIALZEARAILTEESHHRERFKGREI T, &
hdm Ed, R—EREGEBEE HERRAE, RERKREKLE
kP, KB TR

b T i — sk, TR A VI J A1 0 V5 F) 45 do B AR IR e R
Wik R REHRLKE, RIAE ERAWAkHELS L, AHLL
AEsi BN, XAEAT, BB ROETRE THRLEEMNKNLRS
4 B Ak e LA .

b T A& ARG T AR T K VY, Tkt ARe L AR

14
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VI ek g B WA, RAFLMARTEH 1 - & Va, ABHFK

BAMENERBBET MK 15 - 30 54, %Fﬁﬁ&LL BB
RBEBEABEREVI, RFABEE -] - R VbATERTRLE
BT A2 - 4 0 0b R F KB E] AR .
AR B R R G A S AT LA A
B T B VI B K AT
ﬁﬁ#ﬁ%kﬁ%ﬁ%&ﬂ%vuﬁH%?>%%%%E,Tﬁ%
BFMEGEE. R, T8 &4 TH R A WL S fA
FHrkegFge), HABRLEE VI KRR B, ERHERTE
F) Fosm g BT HAT (R bis, ELABEKRERE) .
BB RF AE MM TEMN A Cr - Co - BRH W LE, &
B ETHE, RTHE, 2-F#H-2-TH, EC8# EXFHFUAR, K
ﬁ%,%@%,%Tmﬁm%ﬁﬁﬁéé Rt EB T VI P A 0.1
~ 0.2 mol K& # 49
B e A E $§-ﬁ‘7r fu kg L EBTAE VI—#&F 50 - 200kg,
#ik 60 - 80kg.
4 7)Ao W BB BB AEALH, A BMAR AR, AE—
EhH kg S ABET B VIER 4 - 10kg, K&S - Tkg .
FHc) HE EIBEEEH20 - 140°C, i 40 - 90 C.
KRB EE 3 - 106, 44724 - 68,
HH & F T Bc) YAEKRRFAF AT
Br AR B VI, EfRGRENERTE }ir BETmikd - 6
B, FAAEEIR, bbb REEFARLRTA
B HEEE AHGARAE. AT T AL, RELFHTF A
B30 - 100 e THAAIE, Flies - 10 % EFHLH, BTHE
B HitE, M AKEE TSR |
BRFEEEFTETURABLRAZFA I LRAZ T ERRE
(—4g >95% ) 64 1,7 - —BAR 430 - 3,4,9,10 - WHRE AL,
FB | THAWR TEEPREK, BAESY, HIZEDAL
Rk EEN, RER, AFRLERPHETLES ReMRER,
AR F Fo BRF T e R 65 B AR

15
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Fe L ABE R VI LA A kA & 5T A A R

Lo A ka, RAESCLEH, RAESE L LSRG A I
5 36,45

A)

1,7 - =33t - 3,4,9,10 - wHa =& (1) 54 &

&34 1

4% 292.5¢ ( 0.75mol Y3t - 3,4,9,10 - wwHE —BF(LLE >98 % )
#24420g 100 % EFHRRGRAGMEZTETHIF 1208, K5
AT g, FE A B ERS C.MEAES AR M2625g ( 1.64
mol ) &,

BRBRAMANETR, RARAEHREITHE KRB FRIE,
£ 1 e R imA 670 g K, ERBMEREREZ 86 % EE. Fo N HR 14,
B F A4 XL £ 85 C: 4%%74-\#’, SFH R A G433
#itik, A 3kg 86 % ETHMEBAE, ARBESOKTHRHE, BH
BAMitiE, WM kA EPRIFE 120 CRETE.

FrigEes 370 ¢ N AZaemBRER, BE > 360 C, W >
08%, #8BRLHLEEH 90 %,

S '

AESH (B EFE FHAA/FERE)

C: 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-i;
UV/VIS (H3S04): Amax (€) = 408 (10309), 520 (29410), 554
(43141) nm.

B) 1,7 - =% - 3,4,9,10 - WA B =B IV 6551 &

R4

|
O\/N 0

~F
Br ‘ Br

NN
0 o}

R4

Iv

16
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L] 2 Fo 3

WHHT, dhifagsBrABEALAN K, KEHF 1Y FH 381 mmol
8B R - NH; (I )AeA 699g ( 127mmol ) 1,7 - =& 3 - 3,
4,910 - s =& (11 ) (E£3#4# 1) £900ml N - ¥k
R THRADT. FRERECHWAEARAAT AR EERE T
C, FHEZBETIHRHHF 6 IH.

AHETERE, WREEGREZHIES, RET 20 VE AN
A 100 'C B JE T,

KR mbREaREKETAIL.

£ 1
x4 | R ag [HALFHK|T C 233
FRE |\ HE S, m.p.
[g]/{%] | [%] [C
2 lzmask| 428 | skzae | 85 |75.1/83| 97 |EBa s | > 360
3 |35-= 1175 z.et4 | 140 |83.8/87| 96 | mir 4 | > 360
¥R R

53645 2a

AT —F ik, H R 25F653g N N-—mk-1,7
- =383 - 3,4,9,10 - Wk TR ( IVa )£ 800ml — & Fit
didE b, REHLEASAL 23 EZFHATAKRY It G 4
#aEALE (0.063 - 02mm %2 E; A TFIREK) .
BAERELERREZRFIK, R S8 gsE > 99 %MiEae 2 d
A IVa,

SRR

AESWH (% EE HEMA/ERE)

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

Br: 22.4/22.3;
IR (KBr): v = 1698 (s, C=0), 1655 (s, C=0) cm-1;
UV/VIS (CHCl3): Amax (€) = 491 (33962), 526 (50478) nm.

17
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C)

3.4 3a

1R AR TIHEES BN, &5 Ekd 2a BMAFE, 80 ¢
S 3G NN - = (3,5 -—FEEH)- 1,7 - —i£% -
3,4,9,10 - wH s — sk ( IVb ) #uik,

2R 75 g E >98 % BLL & RHHRIKIVD,

2 E

AES (% EE HHEAE/ERE)

C: 63.5/63.3; H: 3.2/3.2; N: 3.7/3.7; O: 8.5/8.6;

Br: 21.1/21.2;

JAE (FD): m/z = 754 (M*, 100 %);

IR (KBr): v = 1696 (s, C=0), 1653 (s, C=0) cm'l;
UV/VIS (CHCl3): Amax (€) = 485 (29214), 532 (45100) nm.

1,7 - BRI - 3,4,9, 10 - wH e =5 T8 VI 445 %

1

L4 4 3| 10

23 ¥ L34 2a F= 3a B 4565 2.45 mmol 44es 1,7 - =& 3% - 3,4,
9,10 - wHa — BT ( [VI)ERALEAT, £HF T, I 100ml
FKvg Eok vl Ao 100ml #7&ad 699knE ( 464 4 2] 6 = 9 2] 10 )
100m] = 7./ (445 7F 8 ) 65844 P, REESHImA 45mg
( 0.23 mmol ) #2448 (1), 225mg ( 0.19 mmol ) w ( = F 3 A)
42 (0) febmg (b’ mmol ) 1 -V, ¥HiZRAHAESC (%
B 45 6495 10) R60CT ( H#kp7H8) ERART Mkt
N

18



WK Z - %6 (45 9 BRE) LLAREGMEHNEETER, RE
FIAGEIEN 600 ml —F R EMHLEB T, FRELORE WAL
A 400ml — ¥k Eag e kg, RERAKRETH, 54£ 100 T
T TR,

s F 80ml — R P T, A= R FIRARA IR B AT AR
( 0.063 - 0.2mm % &) &7 (4 330 x 100mm ) .

kbt - T mPTRLERKETR2.

19



(X2
.

- - - - -
Vi, g, S M Vo S S " ———
P i - - L

..MM\mru
el Hues AT | 86<| ¥S/10°L | 8 | H2-] 9 | 80S B¢ |9871|=-S°¢€ =
. Vi
c7Z | ¥l P E | 86< | 95/86°0 |S0| W2l | v | 88T TN TR 2PR

5 i
. 2-7-% L
. LET Beer R TZRY | 86< | 89/FEL |01 K AT 86 |9¢eTl e PLIE R
. gy
"Q8 |MAX¥RELE|86<| 18/9L1 [0l W=4-1| 86 | LT9] e L[R2 Y

1L |waex¥2F8186<09Tll | v |WH2-6, 9 | 09§ e |(PLI[FR2 Y

Z9 BEer R 2 | 86<| 09/S0°1 | ¥ | 21 9 | 80§ e7 pLIER I

0L |ufex¥2E & |86<]|05/680 8| 21 9 806 (14 VL2 Y

[D.] [o] [[%] /(3]
U Mes ¥y | ¥4

43¢ %
jowiw | Fwr |G AL
* % yil A A q |W-¥48e | X

-~

v
200

wEE




10

15

20

30

= 3ed| 4 5 B AE:
AESW (%ET HEAA/EZRE)

Cc: 80.2/80.0; H: 7.0/7.1; N: 3.9/3.8; O: 8.9/9.1;
Ji¥ (FD): m/z = 718 (M*, 100 %);

IR (KBr): v = 1696 (s, C=0), 1650 (s, C=0) cmi;
UV/VIS {(CHC13): Amax (€) = 286 (22906), 342 (12569),
(10544), 442 (9515), 469 (17094), 540 (12179) nm.

?:5@45'1 5 A AR
AEHTW (%EE HEA/EME)

C: 80. 6/79 8; H: 6.5/6.7; N: 3.9/3.8; 0: 8.95/9.6;

JA&E (FD): m/z = 714 (M*, 100 %);

IR (KBr): v = 2210 (w, C=C), 1695 (s, C=0), 1648%
(s, C=0) cm-};

UV/VIS (CHCLl3): Agax (€) = 293 (31542), 403 (15601),
(7321), 471 (11359), 538 (26011) nm.

35615 6 47 F AR
AEM (%EE HHEE/EMNE)

c. 78.2/77.7; H: 5.5/5.6; N: 7.6/7.5; 0O: 8.7/9.1;

Ji& (FD): m/z = 736 (M*, 100 %);
IR (KBr): v = 2238 (m, C=N), 1698 (s, C=0), 1653

(s, C=0) cm};
UV/VIS (CHC13): Mmax (E) = 292 (30108), 403 (15831),
(6913), 472 (12003), 540 (24631) nm.

T efm T 5 IR
AESW (% EE FHHAA/ERE)

C: 81.6/81.5; H: 8.0/8.0; N: 3.2/3.2; O: 7.25/7.3;
J&% (FD): m/z = 882 (M*, 100 %);

IR (KBr): v = 2206 (w, C=C), 1695 (s, C=0), 1650 (s,

cm-1;
UV/VIS (CHCls): Amax (€) = 285 (17642), 294 (19311),
(6729), 505 (12936), 543 (21103) nm.

) 8 S EiE:

%
AFEHH (DEE A/ ERE)

21

398

441

442

C=0)

471
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c;au.a/u.s,- H: 5.75/5.8; N: 3.5/3.5; O: 15.95/16.1;
JAE& (FD): m/z = 802 (M*, 100%);

IR (KBr): v = 2209 (w, C=C), 1741 (s, C=0, ester}, 1695
(s, C=0), 1650 (s, C=0) cm-i;

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

AR 9 AT EIE:
AEs (vEET HFHEA/ERME)
c: 70.7/71.3; H: 5.2/5.3; N: 3.9/4.1;
O: 9.0/8.7; Br: 11.2/10.6;
JRE (FD): m/z = 712/714 (M*, 7°Br/81Br, 100 %);

TR (KBr): v = 1690 (s, C=0), 1652 (s, C=0) cm'i;
UV/VIS (CHCl3): Agax (€) = 448 (11950), 629 (15300) nm.

e 10 57 $L 3%

AN (% EEFE HEAL/ERAME)

C: 81.9/81.7; H: 6.0/6.1; N: 3.7/3.7; O: 8.4/8.5:
JE& (FD): m/z = 762 (M", 100 %);

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

UV/VIS (CHCl3): Amax (8) = 290 (25703), 339 (8112), 401
(10291), 458 (15388}, 559 (23900) nm.

L 11
b bEiaes ik, 4£08g ( 1.12mmol ) £ 9 H & 69 N,
N-—3xk-1-Thkk-7-8%-3,4910 -wHBE_HE
Bel 0.14g ( 1.5mmol ) 5 - TR 4 4B,
2R EMMAE, vA64 %ag R, 132052 gBEH 98 %, KL
EH83C, ZHEMEBHERKIN, N - k-1 -Tpih-7
- (5 -FARKBL) E-3,4,9, 10 -wOHRBEBEE (X 1
- T X o5 - HA- 1 - k)
AR R

FESW (% EZT ITEAE/ERME)

C: 79.4/79.2; H: 6.0/6.1; N: 5.8/5.8; 0O: 8.8/8.9;
Ji% (FD): m/z = 725 (M*, 100 %);

22
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D)

IR (KBr): v = 2236 (m, C=N), 1695 (s, C=0), 1650

{s, C=0) cm}; .

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

L] 12

VL] 4 25|65 1.0g ( 1dmmol ) NN - Z5®R&T K- 1,7 - =
ST - 3,4,9, 10 - WwHE B ERET 150ml FEF, 4 0.5¢g
B AALIEALA] (5 % EM A begde) don, £1E HEAETE
iR T Az RA.

R R B AL R G, vA 91 % &g =&, 135 092 g sR4L &£ 112
C, Bat A EFRHAK NN -zt - 1,7 - =T Xki - 3,4,
9,10 - wHEH_BER (X' = X' =TH).

o B

AESW (% EE FTHEAA/ERE)

Cc: 79.75/79.7; H: 7.55/7.5; N: 3.85/3.8; O: 8.85/8.9;
JAE (FD): m/z = 722 (M7, 100%);

IR (KBr): v = 1695 (s, C=0), 1650 (s, C=0) cm-i;

UV/VIS (CHCL3): Amax (€) = 278 (19712), 339 (11823), 398
(7210), 463 (8132), 510 (20101), 554 (29300) nm.

1,7 - —B K- 3,4,9,10 - m#Z#H & 1G4 &
O\/O\/O
O
R1— LI LZ—- R2 I
g
S
o ~07 =g

%3645 13

3 10g L) 45 & NN - 32k - 1,7 - WAL - 3,4,
9.10 - WH B LK, |/ FAdL, 65z 884 26g KBRS
B,
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SHEERE, BFREBGAEFHEL, AFABERLFERRL
G, KEBEINABEEY 14 10 % ETHER, AT MEAH,
A EERE, BHEAWIES, AKREFHENE 100 Ch AT,
EEE A 88 % & £ A, 153 6.8g LA > 98 % (&M UV/VIS &
gl Z R LR/ F $¢ﬁfnu”ﬁ#ﬂfl’]&ﬂ&‘k‘ﬁ; @ééﬁ'% o), =
5 >360C, BEERAEMHEIRLT - —THEAE - 3,49,10 -
wmHs & (L' =-12=1,2-82%, R =R =E-TH),
e 14

Bl L] 1348069 F &, 18 10g B 464 104 &g N, N' - = (5
S - —@RAER) - 1,7 - —THAR- 3,49,10 - wHRB BT
e .
E RS % FRIFE 628 FiEL M 13ABF 1,7 - =T
R - 3,4,9, 10 - 9 # B = BT,

LA 13 Fo 14 &5 547 238

AES (% EE HEAE/ERME)

c: 77.7/77.6; H: 5.1/5.1; 0: 17.2/17.3;
IR (KBr): v = 1769 (s, c=0), 1722 (s, €C=0) cm'l;
UV/VIS (CHC13): Amax (€) = 399 (12732), 532 (46311) nm.

W
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