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(00011 A W o TRG AR A AN AS B b A, AR B — M FR Ik ks ] DR 5 F v A i
153 o

EREA

[0002]  #7PAEME , 22443, 7- HI3E2,6-3F -1, XORRFEAENG &, T & AT s —
FBCAE N S TR A TG L BRR B L RS , 36 220 °C o AT AR IS B A BT AT i & < WU T
Bo i fE 2 AL A RS e BV IR AT A I 9 AN S SR 0 i U T i 28 B P I e
HA B AT R G 258 S, 2 MG A 2 0 — AL &k

[0003]  Fy i ) — FEC o) 25 7 V2 A i B RO B2 e o JEORE , — 38 1 S6 4 & S N A5 3 i o 1]
P, B8 JE AE KR B AR R 15 2T G 7= o T B8 S5 N DL il (2 2o AT
W) R JERE, 8T 1A I AS [R5 I L A ORI A1) T A S S 0o Ay A G WAL 28 1) s
5 i PA66 % B R A5 B F g I 77 i CRE4RAL T, 1994, 11,28) A n B 25 A LA BRI N Rk,
FHIEAZ SEBRARAL T [ B 56, AT I  Eh IR R Il Ik RN BE /R Lo 10 1.5 1. 20 {47 A5 I8
LR AE ~T0°C R B BT T , B AT B 5 7E 100~ 105°C T « LRIt /K , ¥ g i 7=
FN[Ik85% (7 VUL T, 1997,26,8) o B G HEE N LART A B FOBR R F2 i ly S Rk, 280t T A8 5
5, 1€ R A s A OB SR AR N T < AP AR B R AR BR AR NG B R BN L 2 1.5 IROBEIR FE 45 °C ML
)3 . 5h A pHE = HIE6 ~ 7 7E B 264 T L1 5% IR 18 BIAF B 5 s g i LS M &= 2
BRI A 7K 71 o A8 . 7% MU AT BIFT AR I (b2t 51,2003 ,4,206-208) o J& 3 & 6 At LA
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[0005]  7F 0 I FHAT A IS & ORI G 1A i v, A A R ol 5 5% (A0 38 e AR e 7K 571 )
T, B IR S NHRIE T SRR BT I 1 757 25 DT I N JE k) K H S
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1 Je FE AR ARG AL SN, R J5 B I N SR K 2 AR 7 B i BLI0 % I R A5 Bk i5
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R AT o
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e S ML AT
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BN 5 SO, 77 SR SE AR EF o

BASLiE A

[0033] " [y ad i S AG R A B, AHUAR R BH AN PR T IR R STt 45
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[0038]  DUSWKIE . LB TG FH 2K O H B0 T 2Rk, [ 259700, AR R B, B o), 4 5>
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[0039]  #7AERE,99% , H 7= s B BR PR i Bk BR A « SRR , Bl hz T k741, 99% o

[0040] AUk B ASAE SR A5 an T

[0041]  fXZEALF :Agilent 7890B; S AHEAIEAE:HP-5 19091 - 413 BANE AL A7 : — & H
Bt s BEREAARAR : 1L FERE TR : 240°C s 20t bL 0 35/1 s SR & - 40mL/min s FE IR & : 25mL/
min; S E :400mL/min; AL E : 1. 5mL/min; FHEFRE T : W16FEEE35°C, £R FE 5min; L6 °C/
minfEETHZ2100°C ;28 J5 LA30°C /min 138 B FHE 22 240°C , £ ¥ 5min.

[0042]  Sjitifs 1

[0043]  FH L PEda i . — R BBk AN 5 B BT G

[0044] R , 2R N KR ) G 1 ) 4R 1 59 1000mL = A I TG 7K DY K R
(500mL)  — H il (102.5g,1.65mmol) FIRLLAET (2.49¢,0.015mol) , = I3 b 5 3% 2 A1
RBEE S = FURBNS0 C i T, FF R i , 17 e B2 H i i & 4 MK (113.3g,1.50mol)
1.OhJE NN SE5E B & S SLIEAT » TR A TR R R BRI AT 1, e YA E VBV A8 9 T il o
EBEFE N RBL2.0hJG , 4 R NIAS H TV B 28 53, 98 L T S 19 30 B0 SR B A ) A
192.0g, % 93% (LA ZIEH5) «
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[0045] ¥ 125 J B fiT 45 3 L A 36 A (A1 4 (192.0g, 1.40mo 1) < ¥ 571 8 7K Y &K IR
(600mL)  FH 3 sz Bl (167 .8g, 1. 33mol) FHAHHE#Z ML FIDY T HE & A (3.68g,0.0133mol)
WM = i, = OB 7 & B2 B A B s T B B, 5 1) s SEVR AR I N Bk B A R
(192.3g,1.39mo1) , ¥ [N VI B T2 Z580°C , BRI it [N 3 . Oh o GOAG I J5 81 Y 262 B 47
Hi 56 AV R S 5 45 b SO o S5 AR B, K s SR P 22 E R ek BB R 2 ML L (3 B o A A
FIBRIREAN) , EsE 26 Kk I 22 1R 77 DU A kIR (4kPa, 30°C) , 75 BRI S FE P~ i, FIT A4 77 B A
WA LB TR AT SR K BE, 8 J5 R FE 1 (0. 26kPa, 81-84°C) 14 BAFIE i 7= i
183.9g, U393 % (LLH JE PBEMm IR T 50) o 7= i A5 1 G 8 20 9 IS HRMS -ET Mcaled for
C.H,,0,:149.1204, found 149.1202,

[0046]  SiZjii {12

[0047] IR P s . — FR St Bk AL & 5 B kA I

[0048] USRI, Z IR N KR ) 2G04 R 1 59 1000mL = A I\ TG 7K DY K R
(500mL) « — H ik (121.2g,1.95mmol) FIAEALEH (1.25g,0.005mol) , = M b 7 & 42 Bl i
AEEE B = TURON60°C i o, 3 Bt 18] s SO R i &l 25 (113.3g,1.50mol)
0.5hJE NN SEYE Bl A S N HEAT, A TB) A SR R 600 2R 3B AT 5 5 87 R E V7 A8 TR L o B
PP N3 . 5hJE K SN RS H i, B 22 =R, 1k B8 AR S 15 2 U R AR R (R
194.1g, U %94% (LA 255D S

[00491 ¥ |20 e o Fr 9 B0 AR R b a4k (194 . 1g,1.41mol) & 578 7K DY & 1k IR
(600mL)  FH 3L s Bl (177.9¢g, 1. 41mol) FHAHHE R ML FFIDY T FE S AL (3.92g,0.0141mol)
M = i, = O _E 7 & 82 B A B s T B B, 50 1) s SEVR AR I N Bk B A R
(233.8g,1.69mo1) , K e MLV BE T+ 7 2290 °C , BRI+ T [ M2 . Ohvo GCAS I JFR1E HH I Bt I
B 56 AV R S 5 45 b SO o S5 AR B, K s S B 22 E R ok DB R 2 ML L (32 B o A A AL
FIBRIREAN) , EHE 26 Kk 4 22 18 77 DU A kIR (4kPa, 30°C) , 75 BRI S FE P~ i, FIT A 77 B A
WA LB TR A& SR K e, 8 J5 BUEFE 1 (0. 26kPa, 81-84°C) 14 BAFIE i 7= i
191.5g, 91 % (DL H 2 B el 11 50

[0050]  SiZjitifs3

[0051]  FAJEE B s« — FR S Mt ok AL & 5 5 kA I

[0052] RS R, IR N KR ) 2R 1 ) 4R - 59 1000mL = A BN TG 7K DY S K PR
(500mL)  — iRk (93.2g,1.5mmol) FIf#ALER (7.47g,0.045mol) , = I b 77 £z Rl 4
BEE B = DU N80 C i, JF B ik, ) e B R &l 4 15 (113.3g,1.50mo1)
1. OhJE I\ 5E 58 o it o5 s B 3R AT » P 1) A4 0 R A S0 A BT HY S I VR 78 37 A8 R TR v o R
SRR T VI OhJ5 K SN RS H v i, B 22 =R, ok 8 45 5 15 2 50 R0 2k o (R) 4
181.7g,%88% (AR ZMEIHE) -

[0053] ¥ I35 J B A 45 A L 36 b (Al 4 (181.7¢g,1.32mol) ¥ 57 8 7K U &K IR
(500mL)  FH 5 B A7 i (138.8g, 1. 10mol) FHAHHE#Z ML FFIDY T FE &A% (1.53g,0.0055mo1)
WM = i, = DR 07 & 82 B A B s T 8 B, 50 1) s SEVR AR I N Bk B A R
(167.3g,1.21mol) , 44 e Sk il B FH 1Ry 2250 °C , PRI+ T S S26 . Oh o GCAar il Ji sk FF 2 B I
B 56 AV R S 5 45 1E SO o S AR B, K S SR P 22 Z R ok BB R 2 e ML L (32 B o A A
FIBRIREAN) , EHE 26 Kk I 22 18 77 DU A kIR (4kPa, 30°C) , 75 BRI S FE P~ i, FIT A4 77 B A
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WA LB TR AT SR K e, 8 J5 BUEFE 1 (0. 26kPa, 81-84°C) 14 BIAF IR i 7= i

142.8g, %87 % (LA H 2 B il 1150

[0054]  Sijitif51]4

[0055]  FHAJEE B s« O 2L AR Bk AN & 2 & AT 15 0

[0056] S ASEE H, F IR T K IR IR R H g B FE R 1000mL = FUR R N 4 1R & B
(450mL)  F 3 2 JE ik (104.0g,1.37mmol) FIRHALEN (0.19g,0.0013mol) , = 13k b 7 i
o] L 4 6 B = OO 80 °C s R, JF SR F H 1) e B H i N & < i (98 15,

1.30mol) ,1.0hJE AN SEEE Bl & S SaEAT , A Ta) A4 0 B 2 A I BT HH e 2 VRl V8 3 A%

VR TS FE N SON3hJE B OSSR R IR, TR TR S A B SR B L
HHE) 4177 .44, I0F9I0% (LR ZIETTED -

[0057] ¥ 125 J B fi 45 3 L 36 R (Al 4 (161.0g, 1. 17mol) « ¥ 57 5 7K DU &K IR
(550mL)  FF JE BRI R (134.36g,1..07mol) FIARE #4770 T 3 & 1k 4% (8.88g,

0.0319mo 1) KA = Ui, = FUfR b 5 B2 R A BEE s TR B HE » B e RN I

TR B R K (178.28g,1.29mol) , 4 S MR R FE TR 2280°C , U i 1 T M3 . Oh o GCAE I

JEAH FR R DA T 5 AV AR5 45 L IS o J AR B 5 S N A 28 Ui L S e R 22 TE L AR g

2R R E TR DU S BKIR (4kPa, 30°C) , 49 BT IR AL ™ i, B ASAH 7 AR O FH 25 B8 1K L

A EhK eV, SR S IR K518 (0. 26kPa, 81-84°C) 15 R A B IIE = i 172, 33g, U %94 % (LLHH

FePHEE D) .

[0058]  Sijiifsl5

[0059]  HHELPEMER . — L FE B AN & O N5 A T -

[0060] AR R, IR AR IR IR B W 1 BB R 1000mL = R R NN 4 1R 2. B
(500mL)  — ZFEAR i (148.8g, 1.65mmol) FIRLL 4 (4.50g,0.03mol) , = FfH b 77 &£z [FI3i

RBEE S = FURTBNSS C i, FF R e , 17 e B H i i & 4 MK (113.3g,1.50mol)

1. OhJE I\ 5E 58 o it o5 s B 3R AT » P 1) A4 0 R A S 20 A BT HY S VR 78 37 A8 R TR v o R

SULE (1R S S N0 VAR o =R O SR 1 w1 S SR S U B CY R & el | N Y = R TET RN

238.58g, W% 96% (LI 25D .

[0061] ¥ 125 J B fir 45 3 L i 36 ()44 (198, 2g, 1. 44mo 1) - ¥ 57 5 7K DY &K IR
(600mL)  H L BRI (181.72g, 1.44mol) FIAH#L L AL 7R 2 = 2 & L #2 (6.56¢,

0.0288mo 1) KM = R, = U b 5 B2 [RIAL A BEE s TR B HE » B e RN I

BRI HH R K (192.3g,1.39mo1) , K e By B T 75 2280 °C , BRI+ T [ B3 . Ohvo GCAS I 57

e 3L B I 76 4 O 5 5 BRI o S A EEL W e B VR A 2 = L, I U R L e ML L, e 2%

RBR 2 FI DY AR (4kPa, 30°C) , 15 BAT R G A7 it PP AR ™ i A IR 25 8 17K A
Eh KPR, SR G B 1 (0. 26kPa, 81-84°C) 13 Bk 5 5 7~ 206 . 3¢, 96 % (LA FH &

BT o

[0062]  Sijiif516

[0063]  FF 2 B Ji ] . — DAY 2t Pk R0 350 FF 2 R R T 5 AT A5 G

[0064] SR L I R AR IA 2 1E 15 RE TR0 1000mL = 3 AR i N JE 7K FR R
(700mL) « — P4 2l (136.6g, 1. 16mmol) FHLLLAE (1.76g,0.0055mol) , — FE b7 &[]

WA EE K = VRN 90 C i b, JF B B HE , n) S SR H 0 s Y 2 R e R i
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(216.93g,1.10mol) , 1.5h/G I TE 58 it o5 e W 3EAT » Hp 18] A4 0 HR s 3 W T He s SR
FH P8 AL VR o BRI S HE T SN 2h J5 R S NIIRS HA s, B 22 s, DR TR R 15 2R
LA 26 P 114319 . 24, LR 92 % (LA H ZE R AR TR 1 55) o

[0065] K b2 s N BT 15 0 H L At 6 AR fA] 4R (319.24¢,1.01mol) & 77 T 7K DU &K IR
(600mL) I BB (127.71g,1.01mol) AR B 1L 700 T 3 & b8 (0.281g,
0.001mo 1) MR UM = I, = DR b7 3 B2 Rl &8 s T R B b, 55 W O SR ImA
FEALR K (146.86g, 1. .06mol) , K I B i i FE T v 2280°C , P4 1 T V5 . Oh o GCA:
DN 55 p) B 68 R ) 56 A9 R g 5 A58 b O o S AR L K S R P 2 E R ook R R L T AL R, T
AR bR 20 1 DY SR (4kPa, 30°C) , 49 BT AR G A ™ i, AR 7 i AR O B 25 81K
PRI 2R K BeI5 , SR G IR R KE 18 (0. 26kPa, 81-84°C) 158 BT E I 72 il 137 . 43¢, It %91 % (LA
R DA I ) o

[0066]  Sijitifs] 7

[0067]  FH B PEdA I  — R BB Bk AR 25 & BOFr s i

[0068] USRI, Z iR ™ KR ) A W 4 FE 1 1 1000mL = PO H I TG /K LR L g
(300mL) « — H itk (55.45g,0.89mmol) FIALEN (1.27g,0.0085mol) , = [ b 77 £z Al
RBEE B = TURIBNTOC i, FF B e , 17 S B2 H i v < MK (102.0g,0.85mol)
0.5hJE NN SEYE Bl A S N HEAT , o TB) A S R 600 2R 3B ATt 5 IS 87 R E V7 A8 A TR L o B
SULE (1R S S N VAR o =R O SR 1 w1 S SR S U B Y & el | NS Y = R TET RN
150.13g, L F97% (LAR ZJEiH5) .

[0069] ¥ 4B fo o7 A5 0 P 6 26 P 1) 44 (150,13, 0. 825mo 1) &6 /K F AL T S fik
(400mL) - H & B4 (98.9g, 0. 783mol) FAH#L R AL 77 5 £, —1#400 (2. 18g) KK =
PO, = PO 07 S8 R i 4 s T B ek, B 5 1) s BV R i N & AR A0 BN /N SR
(47.0g,1.18mol) , i s Ly I FE T iRy 2280 °C , BRI F H R S B2 . Ohvo GRS Wl iR} Y 255 B I
B 56 AV R S 5 45 b SO o S AR EE K S SR R 22 E R aok BB R L TE ML L L T A 2 R R 2 )
JeK FRUT ZE K (4kPa, 30°C) , 73 BFT A IR ™ i, BT AR S A 25 B /K VLRI &
ERAKPETR, IR G IR K1 (0. 26kPa, 81-84°C) 13 RIATAE G = i 112. 21, W #9696 (DL HI L e
FlA 5D

[0070]  Sjiifsl8

[0071]  FHELPEdAm I . — H B AR B AR 25 & Bk g

[0072]  SGREI R, Z IR N KR ) 2R 1 ) 4R 59 1000mL = A I\ TG 7K DY Sk R
(500mL) « — F i fk (91.34g,1.47mmol) FIfLEE (0.45g,0.0014mol) , = [ b 77 82 Bl
AE W = TURTRONS0 C it , HE R B b 5 1) S B R i R < 6 (209.9g,1.40mol)
1. 5hJE I\ SE 58 o s B 3R AT » P TA) A4 0 R A 3020 A BT HY S VR 78 37 A8 R TR v o R
HBERE N L. 5hJG G R NIRRT B 28 E L, I U TS 19 3 B SR SR R A
237.1g, W% 93% LR ZBEHHE) -

[0073] ¥ I 25 J B fi 45 F H JE A 36 b (Rl 4 (237 . 1g, 1.30mo 1) < ¥ 571 6 7K Y &K IR
(600mL)  HH & B Jai il (161.0g, 1. 28mol) FUAH L2 (i 471 58 & — % (3.55¢) KR IIA =11
L, = U BT B R A B T R d i 1) SONVR H In N S AL BOR R (78 8g,
1.40mol) , 44 e B % vy 280 °C , PR Hit H T S RE2 . Oh o GO I S5 A} FF J28 e I il 5 4 Vi
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KJG AE 1R o J AbH 0 s o I 22 =, I DR Ik L e ML R, e i 25 K Ik 25 VA 771 DY A Wk R
(4kPa,30°C) , 15 2AT B FE AL 5 , B SR 7 b AR O 25 8 /K VLRI B B /K B8k, SR Fa iU
¥51% (0. 26kPa,81-84°C) 15 2T B FEF= i 175. 2, K92 % (DL FEBEIG IR 11 5) .

[0074]  Sjiif5)9

[0075]  FRELPEMA N . — F BRI AN S 26 — %01k & BT -

[0076] M, =R ™ MK R) A 1 ) B FE T I800mL = 1 A In A T 7K DY Sk R
(500mL) « — stk (97.9¢g,1.58mmo1) FIRALEN (0.45g,0.003mol) , = I 7 iEFE R 4
EEE W = DOTRNS0 C it FF R B, 1m) e MR H i Nl £ B (113.3g,1.50mol)
1. OhJE N 5E 58 o it o5 s B 3R AT » PP TA) A4 0 R A B0 A BT HY S I VR 78 37 A8 R TR vl o R
HAFE T RV2h S5, 1) [ S A D0 N B Bl (172.6g, 1. 37Tmol) AIAHFE #2440 7P T 2
SLH: (3.80g,0.0137mol) MK = 10, = B 7 B2 Rl A ke s T B 6, i o
[F1) S NV 22 18 N RSB AN (65.64g, 1. 64mol) , BUREEEFE Fh B 1k Sz S 7R i o K S S TR
TR AERFS0C , PR 4tk T 4k 452 S B2 . Oh o GOAS I SR FH 3 545 T 52 4= 25 0 158 1k I M
JE AL B, K e VR B 2 2 U, T eI SR RR 2 oL ER e 28 R B 2V R DU S R I (4kPa, 30
C) L A5 BUAT R A ™ i, B AR = i AR R 258 1K B AN B B /K B %, SR 5 ek K TR
(0.26kPa,81-84°C) 15 2IFF 5= T 183. 7, W90 % (LLJFURF H L B B 1 4E) .

[0077]  XfEb 51

[0078] RHBIEHA , B b BRI L BRI & b 5 i (b=t 5, 2003 ,4,
206-208) »

[0079] SRR, Z iR ™ KR Im A W B HE 7 2L = EU A I L . 8mo 1 R R F4 i
(295.45g) F17K900mL , JI N — € EHIBRER Y (1. 71mol , 181 . 24¢) #= VAR I pH=6.5, F2h
TN . 2mo 1 AT AEIE (182.68g) , ¥& il S ML IR FEAEAS °C , T S B 3h o GOASE M S5 b7 A5 1 5
I RIG AT IR JE AR, K S RSN R = §RE R o 2K R B
218 o Y AR A IR B S FINaC T K S PR 2 UK T FH 28 0B /K PR3k 2 4% o T /K B B M 0 )5 » 78
0.13kPa Ny Z& 18, U 103°C T BT 43, RN AT A4S 21 S 87 Hh (AR AT 4 5 180 . 68, I %90 %
(CAFTREIETT) o FE2L 10 =30 3 K FEIE i N — & 2 /K 57 ZBRIEF (4. 5mol,551.28g) , il
FI80 CHY , F60minifg i iy i AT A3 (AT 5 (1.08mol) , ¥ ik 2 v 4% i) s o i3, i 7E 125~
130°C 2Z (B30 » ¥ 0 56 K8 g Ak 2238 PF [ SIS (8] Thee [ B8 EE 5, H ARVAE1 2 =00, 4 IR BE
TN 2F A K3 2K K FH 50mLZ8 1R /K VAR R S BN /K I T A B R K e, B
FAR AR LR, Pe sk /KA 70, R 2  hZE L oK BN T45 f5 , 7£0. 27kPa
kR 2 ARS8 C T I TR A, RIS AT I I 141 . 8, U F88 % s W AP I N A I
79% (LERHMT R .
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