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A 1 Fo A A BREARY AART B30 Bl B AT F AR R & RAn

13
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ZE T E BB R B R 4-72 oy dHEAT .

BAAHETRFB T AKBKRTESNYE, Tv/(‘!lﬂﬁgliéﬁ)%@
Pk 5% R AL =4

1% B 3# T S BLE 7 kA A 69 B i B 56 AR B P AAFFBLR
ot 1 FotE LR R F 6§ RFBGTE D EARTEE 0.1-0.5 &) T HLH
64 ) B e i B R B35 B HREF 4-72 B R AT,

EAEHINTR. BEFRARAAIRIZFARE, TUAWATHES S
BRL 4

& T & E>95%8540 84 1, Tl LR E LA AT b5
B, ARGREFTEOEF A EES N EH5EFHREN T X F
. REARB L —RTK. KREF L1L22-WRLEABRKE A F —H 58K
BAEM M o RIER T EF RS F 0B &, RAEA X5 H R
SR AR AR LGB EH.

AEZBAEGIA4 1 VAR RACEMMEANSR (Go B 5 B o BS VA B JE 79 M B
B . JREKBEEFREDNT, M BAEIERBEANGRH e  AREREER)
T H) Sia L, PP AR E I AY AR S E AR,

CMTAF AR FTHSER, EHETEANRLIMF, LE
RBH. hE AR E, AR AN KR SRR T 4B R
B, RRKHSH LR BMHEAL BN S ETREAE EIEmT I
¢ A A AR A 6 5B R AR ], AR HAKR ST EE

S ABGE R FH & & ERAE UV F/3 NIR F BA AWK oK,
EW LT AR T A4 Al WO-A-99/40123 F i ik 64 5 .

AP EEEENASY |, BPEBBEGT LR B AGIA |
CERAARAGRLEERSAL AT P LS Y I Fak: L. =5
FE. WHRE, BHFEE. SHXEL ATREL. LEBTHEL. JEB
TeE. ZHFRBEEE, —EfekrhR, 8 L, S REE. 25
BREE. £ ML, FEEX, kWA, REASY. Ak
Gz~ S SN i S B AR el B A S A

R ERALEG A & o BRI L I /R LT Sh R BB 1A

14
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Y I GER, Bl 5T EFNFRMMH T . A7 PERFG 5
BB F A B R FH &4 UV F2/5 NIR FRMEH RS WK #HAK, EAFH
AHREIAEASA LT P oo E£a6: RE. BE, £,
FOEREX, BBE. REBREKRE. RBERE,. WiHEBEEL, "I
N T NS S O ENE S UNE $ S U N TV -F €
t I L E T o 3T 8.

HAEF A AR ERF QL ERMBEEHLSY 1, &
BORLASHREEAREFHRImBERA QTG O FHE—GE EN
oW 1.

5% 76,45
A) AL BAESY 1 &4 &
FEF#H) 1-9
# x g20mmol) L 1. yg A XK 1. zg A BFamIN-F&
Pteg S B 6 RS M E R AR T B F R &2 T°C 54K t B,
BLEIFEFERG, FILR R L 4 AR B (FH5) 6)3 IR =454
4G FBE(5EA4] 1-3). K(EHbB) 8)X 5 EF%HEBR(FEHHFI 4. 5. 7T/ 9)
WREERE, FRAKEREZAEDE P, A5 13 QHEALT, *E
G —ZBEERS 6 H9FILT, ALASHNAY FTERYE N-F Aotgim
BB ARA Y. EEHH] 65 7 HFILT, BT RA KT RH
AFFHAGELIE, KLY TRENAHILTA 100°C F B /EHAT.
BGREEA LA T FHGRTHREAXALA T AT K.
FARX X R LRGP ELELER 1. A g ATHTEH
EFE, MABRTHFERTHEREANRTY.
R 148 F 7R 5!
IMa: N-(2,6-=5F A IEFKHK)-1,6,9- =38 36-3,4- — F BL B A(84% 25 L ; Hist
TR EA IR N-Q2,6-=F AR KA IE-34-— FBLT A
[b: N,N’-38(2,6- = & K % )-1,6,7,12-v9 R 3E-3,4:9,10-v9 F &8 — BT
J&

15
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He: NoN-S(2,6-= F & 5 £)-1,7-258 3£-3,4:9,10-v9 F 8k = % T &
CHd: NN-Zot S5 1,7- 258 36-3,4:9,10-09 F B Z BL T B |

Ile: N,N-3R(2,6-=F @A X %)-1,6,8,11,16,18-55 3£ v 3 ¥.-3,4:13,14-79
B BB A NN - (2,6-=F A A K £)-1,6,8,11,16,19-55 38 v9 5 K
-3,4:13,14-9 F 8 — BB AR 4g 1:1 RS

If: F¥RAEH 2 BAH 30 TF %W R A5 65 840 A A8

Ig: FHRAEH 3 HRALEFTRELS TS 15.6 TF%)

16
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02807113.1

T WE B b I L F vnx

W~

WUl BHTEW =R VIV e mFE T 010326 T 9T TS0 I- (- F e H—9D - NN
TR P h VIV a-(FE T 0)3-8TOT TS O T- (X F ¥ 9D NN xx
oW H GOt o B R (F - f)—afdr - =«

HEY¥ ‘BEF| v oI |8y | 001 | &6%W¥ | 0L | W¥EF£x-8 |00g| 310 001 | 6
TW BEF | xexbL/9S | 001 | 8P | 0ST | &WH S0°€| WEFEW-IX €01 JI | TOI | 8
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W PTHH | 9U8YT | 06 | T | OST | AW (19 | TT¥RW O | THC AUl | 0LT | €

EW PTH | WO | 06 | ST | 0SI | MW¥ 19 | HEFEWK |SIT A1 0Ll | T
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L4 10

FH %84 6, 1% 28.6g NN -3X(2,6-—FF A A X %)-1,6,8,11,16,18-5% &
-19 5 3%-3,4:13,14-99 F B —BR B Bk A N,N-R(2,6-=F AL ¥ H4)-1,6,8,11,
16,19-5% #2931 3K-3,4:13,14-v9 F B — Bt LK 4G 1:1 AW 5 20.6g 37 -4 F
A KB Fe 6.9g BHEATRH .

X452 27.6g N,N’-2(2,6-—F Ak F X )-8,18-=i£-1,6,11,16-v9 (2t -4
FRAFXEHR)-WIHX3,4:13,14- 9 FBE BT NN -R(Q2,6-—FFAX
#)-8,19-=i%-1,6,11,16-79 (3F -4 F E K A w9 5 3K-3,4:13,14-v9 F 8% — Bk
TR 1:1 ReY, RERZFELENRABX, SETFFEH 71%.

$hl, I N-F A rbel IR AR R A w94S- 49 T B Ak 9 11 R,
2 Ug(FEH 25%)F4H 6 45 NN-R(2,6-=FF £ ¥ H£)-1,68,11,
16,18-5% (3 - F X KA A )9 3K-3,4:13,14-79 F B —BE T ficfm N, N’-30
(2,6- =7 AL FK K)-1,6,8,11,16,19-55 (3t - F X XK & 3 w9 5 K -3,4:13,14-
v R —BEIE A 1:1 RS,

#4511

1% 38.7g N,N’-3X(2,6- =5 A A& -3K 3 )-8,18- =38 -1,6,11,16-w9 (3+ - F £
FEK)wWHK34:13,14- 9 FEE BB RA NN-RQ,6-—F AL %
£)-8,19-=£-1,6,11,16-%9 (3 - F A K A ) w9 5 K-3,4:13,14-v9 F 88 — &t
Tty 1:1 o5 10.7g sH-RFEFEBF 3.32g AL 170ml N-F A
PLeEBC R oF KA T 2564 6 AT R AL, T 64 B R BB R 38K 5 18 ) B,

XFFE] 39.58 N,N-2X(2,6-=F-A A K #)-1,6,8,11,16,18-7 (3 - F 5%
REAK)wWHK34:13,14- 9 FEE BB A NN-R(2,6-—F A AKX
#)-1,6,8,11,16,19-5% (3f -8 F A K A ) w9 5 3K-3,4:13,14-v9 F 8L — BL T i
8 L1 ReY, HERAREAZHEHAHX, KEELSEH<0.05FF%,
st AT E A 90%.

%4 12
WAB A FEHES 10 8§ NN-RQ2,6-= AL FXA)S 18— 38
-1,6,11,16-99 (5T - F L K AL )-v9 7 3K-3,4:13,14-29 F &8 —BL T fcfo N,N'-

18
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R (2,6- =5 7 A K RK)-8,19- =38 -1,6,11,16-w9 (3 - F AKX AL )w i X
-3,4:13,14-v9 ¥ B — Bt I 249 1:1 BAH (T XARA “Ia” )38 4 N,N-2X(2,6-
ZFAREFXIE)-1,6,11,16-99 (3 -4 F A XA )9 H FK3,4:13,14-09 FER —
BRI, BLARIET 5 F F AT

a) ¥ 38.7g Ia #= 600ml N-F F rtbe&- 52,88 64 iS4 42 SR T BEH 5
£ 130°C, &5 6.75g | T BR47 R4 4 130°C THRHF 1.5 I,

BANETERE, BAWZERERASYMA2FA SEET%EB PR
BEEdHREEk, S, #4880 5 ETREBAEZALMWIRLE A
100°C FTRET]R. KXo B HREFWER 1:1 FR/TEMAEHBS
A AR AT BT,

X133 20.0g NN’ -3 (2,6-=FF A XK HE)-1,6,11,16-w9 (F - F AL XKE
A)ywHA X3 418314098 BTk, LREXGELZHHAHKX,
UV/VIS K46 H>99% B 5% G 18 2 F<0.01%, stET*%H 56%.

b) &5 K#H) 122), FF &9EAEH B 4.1g BB AP KAR T BR47.
J& 5 B Aa R Sh B AR XL T 122)iE 4T,

X45E] 18.6g N,N’-—(2,6- =5+ A3 HK)-1,6,11,16-v9 (2F A F A KA,
HA)9HXRIA1B,14-9FER BTk, LAERGEALTHBALX, 4E
H>99.5%H K 58484 0.00%, TETZEH 52%.

¢) ERARTHIFMGF I 38.7g Ia. 3.8z MEAS. 0.46g (=X
F)4E(0)F= 600ml =55 64 A hm 4 B 60°C FH4RHr 48 BT,

EAHETRE, @il MA 10ml KkHEiTEaMLY. L4
J& 40 32 Ao R 6h K ALT £ 364 12a)H3E4T,

X132 21.7g NN-(2,6- =5 B A K H)-1,6,11,16-79 (3R F LA XA
) R3,4:13,14- 9 FEE B, LERZELTHBDATLN, LE
H>99% B XG4 FH 0.00%, stETFEEH 61%.

d) ¥ 38.7g Ia. 3.8z AMAAL4A. 0.23g W (= FKEA)4E0)F 1000ml Z
i 6 R A BAA T B B B i # B) 69°C FF4R 3 25 /6.

EAHEZTRE, BidRHMA 10ml KEH5BiTEEMLY. L4
J& 4 32 Fa B 4h K AL T E 54 122)3E4T,
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433 29.1g N,N*-R(2,6- = F A A - ¥ H)-1,6,11,16-09 (3R F A XE,
)W HFK3,4:13,14-9F B — BB, LEXREKELZHBHALX, 4K
H>99% H&ZBiE4AFH 0.00%, TETFFEH 82%.

F 4 13

a) AHI T 20.852(25mmol)N,N’-3X(2,6- —F AL F H) = 5 X 3.4:
11,12-v9 F 8% — L& 2. 20g(125mmol)ig #= 1250ml 8 A7 6244 T ZH+
B 12 e, WREAERSINETIR, ERETREEN, &> H1k
AR FIRAEA B il EEHT.

X 4% 8] 2258 N,N’-X (2,6- = F @ & K K )-1,69,14-w9 38 = 5 X
3,4:11,12-v9 FER — B e, HEFZ2EL4REREX, B.E>300°C, tE
T EEY 18%.

CRIE &/

AEMM(EE%, HFA/ERME):

C: 60.55/60.7, H: 3.7/3.7, N: 2.45/2.45, O: 5.55/5.6, Br: 27.75/27.55,

J&#(FD, 8kV): m/z=11453(M", 100%),

IR(KBr): v=1703(s, C=0), 1660(s, C=0)cm”,

UV/VIS(CHCL):  hmax(€)=559(15850), 605(46770), 656(93330)nm.

b) Z& R AABLH TH 11.5g(10mmol) N,N’-%(2,6- =5 A A K HK)-1,6,
0,14-79 38 = 3 3.-3,4:11,12-v9 F 8 —BLE B, 10.3g(S0mmol)st 4 ¥ & X
B, 3.45g(25mmol)3 B 47 A= 250ml N- T H etbog 5o A 64 iS4 im 2 2| 80°C
FREF 8 . BRERAWAINE TR 345K S EFT%UERNE
B, RGO RE 4, ARKEEESH, TRUASER EZA AT
oAk B FHhradt ik,

X1FE] 13.2g NN’ - (2,6-=5F A A FKIK)-1,6,9,14-09 (- F AKX EAMN)
ZHXR3ANR-UFR BT, FERLZELHEAREX, BEHA
>300°C, 2B F* %% 80%.

PR €
AESM(EE%, T FAL/ER1E):

20
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C: 82.85/82.8, H: 7.7/7.7, N: 1.7/1.7, O: 17.75/7.8,
JE#(FD, 8kV): m/z=1651.2(M", 100%),

IR(KBr): v=1708(s, C=0), 1668(s, C=0)cm”,
UV/VIS(CHCL): Amax(€)=628(52930), 669(128770)nm.

&34 14

a) EH E£#445) 13a), RFF&ZAEA 18.9g(25mmol)N-3R T -N’-(2,6-
SHAEAERA)-ZHE34:11,12-w9 FEEL BT K. 20g(125mmol) i F=
1250ml 847 & iRb-4h .

X133 19.8g N-FRSEA-N-(2,6-—F "EFKH)-1,69,14-7938 = 5t X
3,4:11,12-W9 PR —BL AR, HE 2 &8 EAT X, BEA>300°C, XAf
BT FEH 14%.
2T E

AESH(EE%, HFAE/FERE):

C: 58.25/58.35, H: 3.4/3.4, N: 2.6/2.6, O: 5.95/6.0, Br: 29.8/29.65,

Ji#(FD, 8kV): m/z=1073.0M*, 100%),

IR(KBr): v=1705(s, C=0), 1662(s, C=0)cm™,

UV/VIS(CHCL):  Amax(€)=556(16790), 600(48290), 652(90070)nm.

b) &8 £#4] 13b), RE&ZEA 10.7g(10mmol)N-3 T K -N-(2,6-
ZHAEFEHE)1,69,14-v938 = 5K 3,4:11,12-99 F 8 — BT . 10.3g(50
mmol)3T - F A EKE . 3.45g(25mmol)EKER 47 Fe 250ml N-F F eite 5t BF &9
A BAE R R T R AT AR,

X435 12.9g N-2RTEA-N-(2,6-—FF A &-F3)-1,6,9,14-w9 (*(F -RF K
RO ZHE34NR-OVE BTk, RERLZELEHEAAREX, &
B A>300°C, sHEF=EA 82%.

CRIE T F

AENSW(EE%, T FAA/5RME):

C: 85.9/85.8, H: 8.2/8.3, N: 1.8/1.8, O: 4.1/4.1,

R #(FD, 8kV): m/z=1565.3(M*, 100%),
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IR(KBr): v=1709(s, C=0), 1667(s, C=0)em’,
UV/VIS(CHCls):  hmay(£)=624(54010), 667(129770) nm.

B) AKX BAA 1 &M A1 A
%34 15

AR AR EAR MR B IR Y] 1-14 T H SN 185 R
M, BERET, HARERRAREARRAGES DAL, RRB|AZK
HeEmr, SxEXBRFEAGaFsITR2 P,

T | AR ARG RECHE . RYAAHRTERK
BREETFHELAEY 10 EE%.

%2
b 1 kb5 Fedo FIER F 695 R[]
RIE(Q25°C) | ¥ X(25°C) | FABE(GS0°C)
1 53 >250 56
2 81 >400 92
3 65 >350 87
4 55 >250 59
5 24 155 47
6 55 >500 49
7 55 >500 49
8 12 88 10
12a 51 LIRH | 48
12b 51 RS 48
12¢ 51 Z, PR 41 48
13b 75 FRE 56
14b 72 PALS 52
% 74 16

5 WO-A-99/40123 & £#4) 25, REEH AT BET SR 15T E
% LA 2 B4 % HE R K 1025 EF%FEAB) 6 9L LI BICH 69 RS
ik, R, sHEHEEABRITEMTHARES T EE %A
1 EE%MREH BN,
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