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9



CN 102267983 B OB B 6/18 T

F)-N- T3 -1,3,5- = —2- Ji (Xu-1) [RHl4

[0057]
H
Cl N NJ\
\I'/

N\T'N

N=N N
NHNH— )N
N-N

~I

—

(Xu-1)
[0058]  #f 1.25mmol — Z& & (3. Tmmol ik FR & i AN 30ml — 4 /N ¥ o, i £, B
£ 5T~ 0C, TSR EHW (F 6-(3,5- Z FAEmE M —1- 58 ) -3- 2% -1, 2,
4,5- PYEE 1. 25mmol ¥ T 20ml 48 /NI HIVR AV ) » 1 Nk R A 428 o1 S Nl —5°C ~
3C, Wnsee)E, B HIEETE 2°C~ 8°C, SRt mifC MY 2h, i W45 o 5 [] s i o
A 2.5mmol 5T %, Ii#THE 22 100°C M3, IR MY 10h, RV S50, T4 H 3hiE, R
FR ZR TR [E R A 5T, WS DRV, el TR o 2 SR R — AN, 2R R S IS &2
LR L BEv ), PGS S A S AN A VR %, B, 3T AL 0 2 KRR HLZE, IF
n A HLZ M JC KRR B B AT T8, i iE , W AR DB, e 25T, 19 2R . A5 2
N R 1 DO S PR 3 R A i e 4 FRIMANEERSORH R & 385 5 BAE, &t B de
afl, HIECHKE - CBROBE= 1 © 1 WIRAEWHIEAT N, WCERVEI A 25 — By th i, Tie#s
AT, BRI A A 4- & -6-(2-(6-(3,5- FE —1H-mEme —1-3£ ) -1,2,4,5- Y
% —-3— 5L ) EE ) -N- ST 3k -1,3,5- =M —2- 1% 0. 26g, 72 H 51. 2% . K HIR =ik
ATRI -
[0059] H A& S mp K :180°C~ 182°C ;
[0060] IR vmax (KBr)/cm' :3263 ;2959 ;2870 ;1584 ;1480 ;1406 ;1384 ;1292 ;1078 ;
978 ;
[0061] 'H-NMR  (CDCl,,400MHz) & :6.14 (s, 1H, -C(CH,) = CH-),3.24(d,2H, J
= 6.8Hz, —CH,~CH-(CH,),) »2. 58 (s, 3H, -N-C(CH,) = CH),2.37(s,3H, N = C-CH,),
1. 80-1. 86 (m, IH, ~CH,~CH- (CH,),) , 0. 93 (d, 6H, J = 6. 8Hz, —CH,~CH- (CH,),) ;
[0062]  MS(EI) :m/z (% ) :390 (M",10), 241 (65),198(100), 162 (75) , 149 (15) , 122 (15) ;
[0063]  Anal.calcd for CuHy,N, :C,43.02 ;H,4. 90 ;N,43. 01 ;Found C,43. 20 ;H, 4. 81 ;N,
43. 20,
[o064]  SCJtfH] 2
[0065] 4- & —6-(2-(6-(3,5— — FF Z& —1H- M me —1- % )-1,2,4,5- PU & -3 2% ) Jift
B -N- BHE -1,3,5- =B -2- i (Xu-2) %
[0066]
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HN_ _N_ _Cl
T
§
\( N=N N
NHNH—<\N —N/>7N B
(Xu-2)

[0067] K 1.25mmol — 58 & #(.3. Tmmol %k FR & 0 A 30ml — 4 /N ¥ o, 4 £, B
£ -5C~0C, FFIHENS W ks 6-(3,5- — I FRmL e —1- %5 ) -3- PFFE -1,2,4,5- PUiE
1. 25mmol ¥ T 20m1 A /S FRIKVR-G Vo, T It A Fh 5 i SONVIRLE —5°C ~ 3°C, i N g e
Ja , BRI AR 0°C~ 5°C, 4kaliidt )i fUR M. 1h, R NV E5E AT, 10 OV N 2. 5mmol S
P, AT 22 100 C a3, [ S W 10h, 2 R 450 5, FRUGVA 0, ik, B 2R & b [
PRI, WA BRI, 98 s ZE TR IR 25 BRI 0 N, BAME WG, IMAEZE ) LR LBEH 7
PNV AL B A RS B0E, BT AL, 70 2, BWEEAHLZ, A HLUE T ATk
it BR B AT T, o, WSCER VBV, et 251, A9 2 o R A3 20 IR o N 38 2 1 DY Sk PR
BRI R e 4, BIAGERR A5 G BAE, @l EriEde 4, -HIEC kT © LR O
=1 | KRGS AT VRN, AR VE AT 2128 — B L, e 251, 13 B4 i 447 1)
4= —6-(2-(6-(3,5- ZFZL —1H-mt M —1- 3£ )-1,2,4,5- PURE -3- 3% ) L) -N- 7N
e —1,3,5- =M —2- Ji% 0. 26, WHE N 55. 3% FHITF =T M -

[0068] YA/ mp N :210°C~ 212°C ;

[0069] IR vmax (KBr)/cm' :3369 ;2973 ;1583 ;1537 ;1484 ;1464 ;1402 ;1343 ;1170 ;
1079 ;989 ;803 ;

[0070]  'H-NMR(CDCl,,400MHz) & :6.13(s, IH, =C(CH,) = CH-) ;4. 14 (m, IH, —CH-(CH,),) ;
2.57 (s, 3H, -N-C(CH,) = CH) ;2. 37 (s, 3H, N = C—CH,) ;1. 17(d,6H, -CH-(CH,),) ;

[0071]  MS(ED) :m/z( % ) :376 (M, 15),361 (40),227 (100),212(65),191(25), 176 (63) ,
149(85) ,124(20) , 110 (14) ;

[0072]  Anal. caled for C.H,.CIN, :C,41.44 ;H,4. 55 ;N,44. 61 ;Found C,41. 35 ;H, 4. 60 ;
N, 44. 75,

[0073]  SEjEfs] 3

[0074] 4- 5 —6-(2—-(6— "EhEE -1, 2,4, 5- PUWE -3- 3L ) BFEE ) -N,N- 53 -1,3,5- =
2 -2 Ji (Xu—3) FII4

[0075]

Cl

p=d

z ]/N\/\

N

-

N=N" ™\
HNH— )—N O
N-N " (Xu-3)

[0076]  # 1.25mmol = ¥ & &(.3. Tmmol % B& &0 I A 30ml — & /N ¥F b, $iE BE, R UR
11

pd
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£ 5T~ 0C, UL NF 6- kAL -3- & -1,2,4,5- P4 1. 25mmol % T+ 20ml
AR S PTR AR R R s i SOV -5 °C ~ 3°C, i N se e E , B HIE AR 0°C ~
8 CHR LA F: i A S MY 2h, N G5 S 5 1) SN NN 2. Bmmol — 1E TR &, In#A T 2 (9]
Ui, IR, 8hy [N 45 ST, FFRAVA 2, ik, B 25 08 28 rp (1 [ 4400 o2, OB DBV, 72518 o
FEBRUEVE P PR N, 2RI E A, NS 1 SR LR, 7 I AN RS040 B
ISR, §E, WEAT RN, 70 )2, WA NLZ, HmAaHUZE i A Je Ko IR 84T 4
TGS A, g, WA VBV, e i 25T, 13 B o K A5 21 IR 0 N I 72 16 DY S0 iR v
FIHAT AR 5E 4, T IMARERSIR &35 Ja bAE, &t ENrAE4R4E, B IECHE © 4R 4BS
=1 | BR-EW AT VRN, WS se IidS 20 5 — Bt v, e 26, 19 BV 20 s 4 4
4- G —6-(2— (6— MWk —1,2,4,5- PUE -3— J& ) WL ) -N,N- Z N3 -1, 3,5— —FF —2- Ji%
0. 30g, YK 58. 8% s F4Hil43 ()™ WREAT 73 A

[0077]  #SAimp A :124C~ 126°C ;

[0078] IR vmax (KBr) /cm':3242 ;2960 ;2929 ;2860 ;1578 ;1511 ;1449 ;1382 ;1317 ;
1255 ;1122 ;936 ;800 ;

[0079] 'H-NMR(CDCl,,400MHz) & :3.84 (m,8H, -N(CH,) ,0) ;3.46 (t,4H, ] =
7. 2Hz, —CH,~CH,~CH,) ;1.54 (m,4H, J = 7. 2Hz, -CH,~CH,—CH,) ;1.31(t,6H, J =
7. 2Hz, -CH,~CH,—CH,) ;

[0080] MS(EI) :m/z( % ) :409 (M, 20) ;369 (40) ;340 (55) ;326 (60) ;312(20) ;284 (100) ;
270(90) ;

[0081] Anal.calcd for C,H,,C,,F.N,s:C,43.95 ;H,5.90 ;N,37.59 ;0,3.90 ;Found C,
43. 88 ;H,5. 82 ;N, 37. 66 ;0, 3. 59,

[o082] st 4

[0083]  4- & —6-(2-(6— M bh3E —1,2,4,5- PYmE -3- 3L ) BEFL ) -N- 5 T & -1,3,5- =
R —2- fiZ (Xu—4) [IHl#%

[0084]

[0085] 1. 25mmol — ¥ & #(.3. Tmmol ik BR #1 i A 30m1 PU & Wk i b, B FE, %R
2 -5C~ 0°C, BRI 6 WmREL —3- 2 1,2, 4, 5- PYFE 1. 25mmol %5 T 20ml P
SRR VR AR T N AR R R RS -5°C ~ 3°C, et ST, RS AR 0°C ~
5°C, 4k B4 FE 1 A MY 3h, ) NS5 RS, W) SN I 2. 5mmol S T K, INFATHE 2
50°C, #HNRELE 50°C~ 60°C, W 10h, [ M 245 H 5, FFAVA A1, g, B AR Z A i il 14k
V)T, WOER DBV, Z51RBR R BRI I DU SR , 2845 IS, INNIE & 1) S 1R LB v ), F A
TR S AL B K TR R, T B, AT 2L, 70 )2 WERAHLIZ , R A HLZ o N JE K i R 6
AT T8, TERE G, s, WCER IRV, e 261, 19 20 o 145 BRI i 18 =1 1Y
12
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AR A F PSR e 4, IR &85 5 BAE, g 2 MrAded, FIECk: © &
MOlE=1 @ | KRS EWEAT YN, AR DENAS 258 — BOE tH i, e s 251, 19 B 40 (0[]
=) 4- F -6-(2— (6- WKL -1,2,4,5- P9mE -3- 2% ) 3L ) -N,N- Z % -1,3,5- =
Mg —2— i 0. 30g, KA 58. 8% K4 HI1F I F= AT /3 Bk il -

[0086] &5 mp :158°C~ 160C ;

[0087] IR vmax (KBr)/cm ' :3264 ;2959 ;2930 ;2868 ;1628 ;1579 ;1469 ;1407 ;1346 ;
1257 51119 ;937 ;801 ;

[0088] 'H-NMR (CDC1,,400MHz) & :3.80 (m,8H, -N(CH,),0) ;3. 18(d, 2H,
J = 6.4Hz, ~CH,~CH(CH,),) 51.79 (m, 1H, —~CH,-CH(CH,),) ;1.31(d,6H, ] =
6. 4Hz, —~CH,—CH (CH) ,) ;

[0089] MS(EI) :m / z(% ) :381 (M, 40) ;318(7) ;278(7) ;241(36) ;198 (100) ;162 (77) ;
137 (16) 5112(28) ;

[0090] Anal.caled for C,sH,CIN,,0 :C,40. 89 ;H,5. 28 5N, 40. 35 ;0,4. 19 ;Found  C,
40. 93 ;H, 5. 42 5N, 40. 15 ;0,4. 12,

[0091]  SCJEfH] 5

[0092]  4- 5L —6-(2-(6- WMk 3L —-1,2,4,5- PYE -3- %) W& ) -N-IEN%E-1,3,5- =
& —2- ik (Xu-5) Ml &

[0093]

Cl N NH
~ m/
NTN
N=N \
NHNH— />— 0

[0094] ¥ 1. 25mmol = Z¥ & #(.3. Tmmol & BR 1 b A 30ml & 15 % 7, B FE, B E
£ -5C~ 0°C, FFUE AR W IR 6- EukIE —3- 2L -1,2,4,5- P4IE 0. 25g (1. 25mmol) %
F 20m1 GG IV A kR R s ) s IR AE -5°C ~ 5°C, i I sE R, 8 iR
FEAE -5°C~ 5°C, Gk ik kAR Y 2h, )R MV E5 T, R BV NN 2. 5mmol 1E A fi%,
INFATHIR 2 B3, RIS 10h, N 85 WS, FRaa v 20, fitik, BR 25 7R 28 o i ] 1449 o2, i
VR, ZEVBIR 2 BRI ST, ZRMREE G, NS & 1 LR SR, AT A H F A
FALEN K UG, 70 E, 77 2, WA NLZ, A HUZ i Aok B S AT T4, +
PR oAU e, WO IEW, et 75 1, 13 Bk S o K45 B0 B0 RE S hn N 3 = 1 DY S e 5 )
EME[”%%@% PR R A WA G LA, il Erista, HIECk @ ZROBE=

C 1 R A BB AT VR, W SRR AT B S — BRI e 2T, 13 B B AL AR )
4- G —6-(2-(6- MWk —1,2,4,5- PUME -3- ) &R ) -N- 1IE TR -1,3,5- = —2- i%
0. 28g, F=H N 60. 9% . W HITFHIF=WHEATRII -
[0095] & /imp :133°C~ 135°C ;
[0096] IR vmax (KBr)/cm' :3263 ;2963 ;2860 ;1579 ;1474 ;1384 ;1259 ;1119 ;944 ;

13
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804 ;

[0097] 'H-NMR(CDC1,,400MHz) & :3.85 (m, 8H, -N(CH,) ,0) ;3.36(t,2H, J] =
6. OHz, —CH,~CH,—CH,) ;1. 58 (m, 2H, —CH,~CH,—CH,) ;0. 99 (t, 3H, J = 7. 2Hz, ~CH,~CH-CH,) »
[00908] MS(EI) :m/z( % ) :367(M",75),304(10),227(60),198(100),191 (60),162(45),
149 (35), 137(15) .

[0099] Anal.calcd for C,H,;CIN,,0:C,39. 19 ;H,4.93 ;N,41.89 ;0,4. 35 ;Found C,
39. 30 ;H,5. 04 ;N,41. 69 ;0,4. 39,

[0100]  SCJifs] 6

[0101] N, N*, N%, N*= P4 % 3 —6- (2-(6—(3,5— — A 3L —1H- mtt Mk —1- £ ) -1,2,4,5- P4
e —3— 2% ) BEEE ) -1,3,56- =0E -2,4- —Jfg (Xu—6) M+

[0102]

5% /NYNMQ

|
N

N
T NN N
NHNH— />—N>;/
N-N
(Xu-6)

[0103] ¥ 1. 25mmol — % & &+ 3. Tmmol fik FR ' Jn A 30m1 — 4 75 3 o, Bid #F, %
2 -5C~ 0°C, FFUH A2 W ks 6-(3,5- Z A JEmLme —1- 28 ) -3- JPF&E -1,2,4,5- PUiE
1. 25mmol ¥§T+ 20m1 A8 /SR T T IRIVE-A V80 T Ik R R il S MR —-5°C ~ 3°C, i N
SEEE ST, IR ELE -5°C~ 3TN T, 4hahidl ki AR MY 2h, [ N.45 R, 1] s 3
N 2. 5mmol A fi, INFATHIR 22 [AIE, (RIS N Bh, )N 45 s, FRaRvA 1, ik, B 24k
FA TP A 5, WO AR IR, 25 TR R R SR, 2R MREE R G, NS B 1 LR L RR%
3], P AR S B K TR B, AT AL, 20 2 WERANUZ, A NLZ A
TR R ERIAT 05, THRES AT, Sk, WS DB, e 25T, 19 2R o 15 2 BPRL S
N IE 5 1 DY SR I v 571 P A s i 52 4 FRINNEE ROMHR & 3850 J5 _LAT, & JZEMrAEieat,
ECKE . LZEROEE=1 1 FREH BT Ve, WD lids 2158 — Brut v, el 24+
B EILLEAE AT N, N, NY, N= DUEE —6-(2-(6- (3,5~ A 3% —1H- ntbmg —1- 3% ) -1, 2,
4,5- PUBE —3- L) L) -1,3,5- =M -2,4- % 0. 62g, RN 73. 1% . KIS 17~k
AT 3 A
[0104] A& mp :169°C~ 173°C ;
[0105] IR vmax (KBr)/cm ' :3361 ;3189 ;3026 ;2924 ;1578 ;1530 ;1495 ;1363 ;1253 ;
1079 ;970 ;697 ;
[0106]  'H-NMR(CDCl,, 400MHz) & :7.00 ~ 7. 36 (m, 20H, Ar) ;6. 13 (s, 1H, -C(CH,) = CH-) ;
4. 68 (s, 8H, phenyl—-CH,) ;2. 50 (s, 3H, -N-C(CH,) = CH) ;2. 40 (s, 3H, N = C-CH,) ;
[0107]  MS(EI) :m/z( % ) :676 (M',30),498(30),435(100),395(45),303(25),131(15),
106 (13),91 (100) ;
[0108]  Anal.calcd for CuH,N,, :C,67.54 ;H,5.52 3N, 26. 94 ;Found C,67. 44 ;H, 5. 50 ;N,
14



CN 102267983 B OB B 11/18 Bt

27. 10,

[0109]  SZjffs] 7

[0110]  6-(2-(6—(3,5- 3L —1H- kM —1- %) -1,2,4,5- PYE -3-3&) %) N, N'- =
(2- A FE AL ) -1,3,5- =& -2,4- i (Xu-7) Wikl

[0111]

(Xu-17)
[0112] % 1. 25mmol = 58 & (3. Tmmol %k FR 1 i A 30ml — %8 /N ¥ A, $ii £, B
£ 5C~0C, FFIHE2 Nk 6-(3,5- R M —1- %5 ) -3- PEFE -1,2,4,5- PUBE
1. 25mmol ¥§ T~ 20m1 48 /N RV A (TR GV W i R v s il I NS —5°C ~ 3°CL, Wi
SeEE ST, I HNR AR -5°C ~ 3°C, GRS HE ki fUR Y 2h, RNV, W RNV A 2-
ASE ARG 2. 5mmol, JIFTHEL 22 B, 1AL N bh, O 45 5, FFERAHL, g, Br LR &R
o IR [T A4 5, OB DBV, Z8 AR BR BRI AN HN, B IR A G, MAE &1 LR L BEW
5 PN AL B K S TR E %, 70 B, AT 20, 70 2 WA AL, A HUE T A
TC/KBR BB AT 58, TR g sk, B 25 AN 5t AR DR, 5 D8V e % 251, 13 3
FH Ao 15 2 RE At NS B2 67 Y Sk g v 1) A0 s i e 4, AN RE RO IR 5 380 5 I
Fe, et EHTAER AL, FIECE: © 2B OEE= 1 ¢ 1 IR ST VRN, AR VE IS 25
— BV, e 75T, AF B A A ) 6- (2-(6- (3, 56— AL —1H- mitmk —1- 2% ) -1, 2,
4,5- PUIE 3= FL ) JHEEE ) -N% N'= = (2- FIAREREE ) -1, 3,5- =Wk -2, 4~ Ji% 0. 60g, %
H91.0% o KIS AT A I A
[0113] A S mp :173°C~ 175°C ;
[0114] IR vmax (KBr)/cm' :3403 ;3362 ;2932 ;1574 ;1512 ;1457 ;1432 ;1248 ;1076 ;
1026 ;969 ;745 ;
[0115]  'H-NMR (CDCl,, 400MHz) & :7.53(s,2H, Ar) ;6.83 ~ 6.99 (m, 6H, Ar) ;6. 01 (s, 1H,
C(CH) = CH-) ;3. 04 (s,6H, OCH,) ;2. 51 (s, 3H, N-C(CH,) = CH) ;2. 36 (s, 3H, N = C—CH,) ;
[o116] MS(EI) :m/z( % ) :528 (M',20) ;378 (15) ;347 (75) ;332(10) ;307 (30) ;275 (10) ;
231 (100) ;216 (10) ;201 (8) ;174 (8) ;159 (10) »
[0117]  Anal.caled for C,H,N,;0, :C,54. 64 ;H, 4. 78 ;N, 34. 52 ;Found C,54. 60 ;H, 4. 86 ;
N, 34. 66,
[o118]  SCjifs] 8
[0119]  6-(2-(6-(3,5— — A & —1H- mEmk —1- 3L )-1,2,4,5- PY ik —3- 2 ) JJF 3L )N,
N= (4= g8 —3- SUARSE ) -1,3,5- =k -2,4- i (Xu-8) (¥l #%
[0120]

15
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F
Cl
. Qr
HN N N
z T H F
Ns N
T N:N /N\
NHNH N /N
N—N

(Xu-8)
[0121] ¥ 1. 25mmol = ¥ & #(.3. Tmmol i FR #1 b A 30ml — 48 /5 ¥ o, B #E, B E
F -5°C~ 0°C, JF 4 2218 3 bk 6-(3,5- — A G AL M —1- 55 ) -3- k3L -1,2,4,5- PYiE
1. 25mmo 1 ¥ T 20m1 4 /N FRKIVRA V8, i ok A2 R s il s R -5°C ~ 3°C, ik s He A
P HINRLRE , Ak BRI AR Y. 2h, R N5 G, o RO A 4- R -3- SRR 2. 5mmoll,
INFATRE 22 B (RIS Bh, [N S5, TRV H1, JhUE, Br 2 7k R A i B A o, otk
TEIR, ZRUBR 22 BRIEFN N IR, IR E G, NG & 1 C1R LB, BT 2 HL, A
FALBIK I RPER, B E, 20 2 WA NS, FEANUZ DM TR IR R 3hAT 58, T8
S, HhE, B R AR P I E R, W ER BBV, e 25, AR . RS BRI NS
(19 VU SRR 0 P AT A i 5E 4, FEIMNEE ROM R A 340 J5 A, & E T kEde 4, A IE
Obt - ZBROEE=1 © 1 [MIREGE AT VRN, AR VR 1T 2158 — BOJE R, e it 281,
Be= 1 1 VRGBT Ve, WAL I FE P 16 28 — By tH i, 15 BI04 21 € [ 4R 7= 1)
6-(2- (6= (3,5~ —FFE ~TH-ME M —1- 35 ) 1, 2,4, 5- PUBE -3- 3% ) JEEE) -\, N~ (4~ -3- &
ARHE)-1,3,5- =R -2,4- % 0. 55g, 7 FN T7. 5% o KA I PREAT AL
[0122]  mp :135C~ 137°C ;
[0123] IR vmax (KBr)/cm' :3286 ;2960 ;1581 ;1497 ;1405 ;1263 ;1213 ;1079 ;970 ;870 ;
807 ;
[0124]  'H-NMR (CDCl,, 400MHz) & :7.41(d, J = 7.6Hz,2H) ;7.11(d, J = 7.6Hz,2H) ;
6. 88 (m, 2H, Ar) ;6. 01 (s, 1H, ~C(CH,) = CH-) ;2. 41 (s, 3H,N-C(CH,) = CH) ;2. 23 (s, 3H,N =
C—CH,)
[0125]  MS(ED) :m/z( % ) :572 (M",20) ;422 (60) ;382(35) ;324 (15) ;253 (100) ;238 (10) ;
196 (20) ;170 (18) »
[0126] Anal.calcd for CyH.CF,Ns:C,46. 17 sH, 2. 99 ;N,31. 81 ;Found C,46. 30 ;H,
3.11 5N, 31. 90,
[0127]  SJEfe) 9
[0128]  6-(2-(6- MGMkIE —1,2,4,5- PUME —3- J& ) JRJE ) -N°, N*= R A 2K3E -1, 3,5 =
W -2,4- % (Xu-9) [l
[0129]

16
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T =N
NHNH
_<\N o v (Xu-9)

[0130] K 1. 25mmol — Z¢ G (3. Tmmol B FR BF 0 A 30ml — &0 /N 3 1, $id #, % i

F 5C~0°C, FFU NS T ok 6-(3,5- — Lk me —1- 3% ) -3 &L -1, 2,4,5- PUE

1. 25mmol) ¥ T 20m 1 A /NI IRVRA, T D0k R Fh 4 i) e VAR B —5°C ~ 3°C, T N 58

BB 5, PR HIR T, GRS e AR BY. 2h, NS RS, [ e SRR I N & B 2R % 2. Smmol

InFTHE 22 [PIAL, [FIALRONY. Bhy KON ZE IS, TRV A1, g, B2 &b i R4 i, sk

JETR , 7RI 25 R IE P I TR NI, AR S, MANIE & 1 OTR L Bs ¥ 57, FH A

%4&%@7ﬁ“@?&?§ﬁ%iﬁﬁf%ﬁx R, o2 WA NLUZ, IR A VLUE P IMATC KB R AT
i, TR ARG, THREHG, Hhik, WA RV, TEse 25T, 19 2R o 15 2 PR I 1E

Eﬁﬁlﬂlaﬂkﬂﬁ‘ﬁ AR AR AR e A, BIAERRRE G 5 5 BAE, & R4, FIEC

ft . LROEE=1 . 1 KRGS HATIEN, AR VENAT 2158 — By i, et 251, 1331

17 25 (L[ R P= 4 6- (2— (6— MOIKIE —1,2,4,5- PUIE -3- 3% ) JIFF3E ) -N?, N'= [a) FROE -1,

5— =E —2,4- T, IR 85. 0% o KIS AT R I 4 A

[0131] A& mp A :155°C~ 158C ;

[0132] IR vmax (KBr)/cm' :3269 ;2962 ;2857 ;1573 ;1503 ;1450 ;1414 ;1258 ;1116 ;942 ;

810 ;

[0133]  'H-NMR (CDCl,, 400MHz) & :6.86 ~ 7. 13 (m,8H, Ar) ;3. 85 (m,8H, -N(CH,) ,0) ;

2.19(s, 6H, —CH,) ;

[0134]  MS(EI) :m/z( % ) :486 (M',70) ;346 (45) ;331 (10) ;306 (10) ;291 (15) ;248(25) ;

215(100) ;158(15) ;132(25) ;

[0135]  Anal.caled for CyH,N,,0 :C,56. 78 ;H,5. 39 ;N, 34. 55 ;0, 3. 29 ;Found C,56. 68 ;

H,5.51 ;N,34. 75 50, 3. 39,

[o136]  SEjif) 10

[0137] N°,N*- — %3k —6-(2-(6—(3,5— —FIJE —1H- ke —1- 3£ )-1,2,4,5- PUmE -3- 3% )

JHEEE ) -N?, N*= —HI3E —1, 3,5 =8 —2,4- % (Xu-11) HIl#

[0138]

NN

New
j\l;NH\N_ />— jj/
. (Xu-11)

[0139] ¥ 1.25mmol = 2§ &0 &(.3. Tmmol % BR B i A 30ml — % /N 36 v, # £, B& 5
£ 5C~0C, FFEEE SN 6-(3,5- Rl me —1- 5L )-3- k3 -1,2,4,5- PUm:
17
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1. 25mmol ¥ T+ 20m1 A /NER P VR GV W In ik A A s il SN EE 0°C ~ 6°C, i I 5 BR
Ja PR, AR HE AR SN 2h, SO ZE S, 1] SN NN N- AR R % 2. 5mmoll
INFATHE 22 B3 1R SN Bh, [N Z5 5, THUGYe A1, ik, BR 25 7R 3 i [ 1A o, Wbk
PO, ZE VR 25 BR VBV P B R 5N, 28RS S, NS & 1) SR L BE¥ 77, F v
FAL BRI RVER, BT ZE 70 &, o )2, WERANUZ, IF A HUZ P M JC KR BREE AT
T, TR AT, #hok, WIS, T 75T, 13 2N o K153 2 B0 o A\ & 2 1 DY &R
FRIS SR P AV A 50 4, FEIMNIEIROMR G385 J bAE, ead )2k de 4, FHIECHE © 4IRS
Be=1 : | KRS BTN, SRS AS 2056 — BLoE W, e 261, 19 2R 20 i 1
FEMI N, N'= TR —6-(2-(6-(3,5— " FIEE —1H- LM —1- 3£ )-1,2,4,5- PYmEE —3- 3% ) Jiff
)N, N L —1,3,5- =B -2,4- % 0. 41g, IERH 62. T% . IR0k ATH
P

[0140] A /imp:116°C~ 118°C ;

[0141] IR vmax (KBr)/cm ' :3392 ;3027 ;2924 ;1574 ;1513 ;1452 ;1398 ;1354 ;1246 ;
1076 ;969 ;866 ;807 ;

[0142]  'H-NMR(CDCl,, 400MHz) & :6.98 ~ 7. 33 (m, 10H, Ar) ;6. 11 (s, 1H, -C(CH,) = CH-) ;
4. 73 (s, 4H, 2CH,) ;2. 96 (s, 6H, 2-N(CH,),) ;2. 52 (s, 3H, N-C(CH,) = CH) ;2.23(s,3H, N =
C—CH,) ;

[0143] MS(EI) :m/z( % ) :523(M",30) ;374(85) ;359 (55) ;333 (17) ;319(15) ;303(13) ;
283(25) ;214(14) ;145(15) ;120 (57) ;91 (100) ;

[0144]  Anal. calcd for CyH,N,, :C,59. 64 ;H,5. 58 ;N, 34. 78 ;Found C,59. 72 ;H, 5. 54 ;N,
34. 82,

[0145]  SEjfsl] 11

[0146] 6-(2-(6—(3,5— 3L —1H-nmtMs—1-F£)-1,2,4,5- PYE —-3-3&) ) N, N'- =
AVE R -1,3,5- —1E -2,4- — % (Xu-12) [+

[0147]

/

j\l;NH<\N %N/jj/
. (Xu-12)

[0148]  # 1.25mmol — ¢ & % 3. Tmmol i BR #1 i A 30ml — 4 /5 3 b, B #E, B iR
£ -5°C~ 0°C, JF 4R 218 3 bk 6-(3,5- — A SEnL M —1- 55 ) -3- k3L -1,2,4,5- PiE
1. 25mmo1 %5 T 20m1 AR /SRR AV i Ik #2458 i s VAR AE -5°C ~ 3°C, i i se kE
Ji » PN T, AR SR PR i AC RN 2h, [ S5 A ) ROV NGB SR 2. 5mmo L, i FA
FHE A AL, IS 5h, [N 45 AU, FEARVAHL, g, B 25 08 2 A i [ R4 o, WA e,
PR 22 BRUE P IR ARSI, ZRIB 4R NS B 18 SR LIRS0, P v Rn S A 4h
KBRS, SATZEL #0870 )2, WEAVUZ, A HUZ A TR B8 AT T 15,

18
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TGS G, s, WO IR, Be R 25T, 15 B . R A3 B0 T oI0 NI B 1 DY SR IR
F P R e 4, I EROMR A ¥ 5 BAE, &l E A4, FIE Okt @ R OBE=
L1 VRS VAT Ve, SCER DRI A 21 58 — Bt th VR, e e 28 1, 15 BIRG 40 0 [ 44 4
6-(2-(6-(3,5— —FIKE —IH- bW —1- %E ) —1,2,4,5- POME —3- 3 ) JHE3E ) -\, N'= —4R&UK
K -1,3,5- =M -2,4- £ 0.52g, 7 E K T7. 7% o FHHlAF = Py AT R0 -

[0149] A& mp A :202°C~ 204°C ;

[0150] TR v max (KBr) /cm :3245 ;2957 ;1573 ;1498 ;1437 ;1412 ;1384 ;1303 ;1080 ;957 ;
807 ;

[0151] 'H NMR(CDCl,,400MHz) & :8.31(d,2H, J = 8. 4Hz, Ar) ;7. 34 ~ 7. 37 (m, 4H, Ar) ;
6.98(t,2H, J = 8.4Hz, Ar) ;6.01 (s, IH, -C(CH,) = CH-) ;2. 44 (s, 3H, N-C(CH,) = CH) ;
2.28(s,3H, N = C—CH,) ;

[0152]  MS(EI) :m/z( % ) :535(M', 15) ;421 (25) ;386 (43) ;351 (100) ;311(25) ;288 (17) ;
275(25) 5235(87) ;178(33) ;158(22) ;

[0153]  Anal.calcd for CuH,CpNy :Cs49. 26 sH, 3. 57 5N, 33. 95 ;Found C,49. 44 ;H, 3. 60 ;
N, 33. 87,

[0154]  SCjifs] 12

[0155]  6-(2-(6- (3,5~ AL —1H- MM —1- 3L )1, 2,4, 5- PUME —3- 3£ ) 3L ) -\, N*- —
[ R 2R3 -1, 3,5- —HF -2,4- —fik (Xu-13) 124

[0156]
WNT—iNH<\ %N/jj/
(Xu—-13)

[0157] % 1. 25mmol — 5¢ &l (3. Tmmol %k BR BF hi A 2| 30m1 — 4 /S 38, i #F, P
2 -5C~0C, FFIE 12wk 6-(3,5- B FEnbme: —1-F5 ) -3- BEFE -1,2,4,5- PU#:
1. 25mmol ¥§ T 20ml A8 /N H VR GV, T M A2 8 il R VIR EE —5°C ~ 3°C, I og e
Ja » AREEERE AR 2h, [ B S PR S ) SN R BN TB) B A 2. bmmo L, AR 22 (7]
s MIALR Y 5hy O Z5 A, FFAGYAHI, i, B 25 0 3 b i [ R4 5, WS B, 2618 B
F R UE P RS N B, 2RSS RS, NS B LR SRR, F R A S AL B /K5
WVE, TR #0570 2, WEAVLZ, IF A HLZ oA JG/Kw B 84T 48, +
BREER T, huE, WO UER, e 26 T, A9 2R S o 15 2 IR b0 N O £ 1 DU SR e 5
Elﬂﬁf”ﬁﬁm% AR KRGS G B4, &t ZErkEdtal, HIECH © 4R ABE=

s 1 BREVEAT VR, WA AT 25 — BRI, e 2T, 19 B AL Ll R
4- A —6-(2-(6-(3,5- —FFL ~1H-nEm -1- %L )-1,2,4,5- PYE -3- 5L ) BiE3E ) -N-=7T
J-1,3,6- =M —2- J1£ 0. 51g, J7 %N 82. 4% o 443 2= AT A I
[0158] &S mp 4 :124°C~ 126°C ;
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[0159] IR vmax (KBr)/cm' :3384 ;2923 ;1578 ;1515 ;1488 ;1416 ;1384 ;1079 ;972 ;807 ;
[0160] 'H NMR(CDCl,,400MHz) & :7.10 ~ 7. 36 (m,4H, Ar) ;6. 98 (t,2H, J = 7. 6Hz, Ar) ;
6.81(d,2H, J] = 7.6Hz, Ar) ;5.95 (s, 1H, —-C(CH,) = CH-) ;2. 35(s, 3H, N-C(CH,) = CH) ;
2. 28 (s, 3H, N = C—CH,) ;2. 12(s,6H, m—ph—CH,) ;

[0161]  MS(EI) :m/z( % ) :495 (M, 18) ;396 (5) ;346 (53) ;305 (20) ;248(15) ;215(100) ;
158 (15) 5132(13) ;

[0162] Anal.calcd for C,H,N,, :C,58.17 ;H,5. 09 ;N, 36. 75 ;Found C,58. 22 ;H, 5. 15 3N,
36. 59,

[0163]  SEjifs] 13

[0164]  6-(2-(6— (3,5 AL —TH-MEM: —1-3L)-1,2,4,5- PUME -3 L) JEEE ) N, N*- —
HIE ~1,3,5- —HE -2,4- % (Xu-14) (1%

[0165]

.
NHNH—<\N_N/>7N
(Xu—14)

[0166] % 1.25mmol = Z¢ & &(~3. Tmmol Bk & 1 i A 30ml — % /N ¥ P, Bi £, R
F 5T~ 0°C, TFU A1 ks 6-(3,5- — FEEnEme —1- 3% ) -3 L -1, 2,4,5- PU &
1. 25mmo 1 % T 20m1 — A /N HIVRA VB Ik A2 rh 45 i O —5°C ~ 0°C, i e e )
Ak i P AR MY 2h, N ZE RS 1) RS IR i 2. 5mmo 1, AT 2[RI, [
N Bhy [ EE AU FRURYAHD, 98, B 25 R F A i AR 0, WCER DB, 75T 2s PR I
(¥ 70 S8 NI, RIS S, INNIE 211 LR B, FI A AL N K s TR v, AT
L, FE, )2, WEBVUZ, A NUZ P I T KB EBREEAT T8, TR & 5, Hhk,
WCER DRV, e 75T, RIS BRL A, o 15 B0 R A I ON 8 225 170 U Sk el i 70 PP A i i 52 42

B INARERKR A G LA, &b ENrArstal, FHIE Ok - ZRABE=1 @ 1 FIREHR
HEATHE, AR VA5 21 58 — B e RV, e 7251, 9 RIRG 4L G [ AR 7= 6- (2-(6-(3,5- —
FEJL —1H- m s —1- 35)-1,2,4,5- POmE —3— JL) BEFE ) -N°, N= — 3 -1,3,5- =1k -2,

4- T 0.57g, RN 92. 1% . KIS P~ WA TR -

[0167] & imp Ay :224°C~ 226°C ;

[0168] IR vmax(KBr)/cm' :3251 ;3117 ;1633 ;1552 ;1493 ;1407 ;1350 ;1295 ;1078 ;983 ;
799 ;

[0169]  'H-NMR(CDCl,,400MHz) 8 :7.23 ~ 7.30 (m, LOH, Ar) ;6. 08 (s, IH, -C(CH,) = CH-) ;
4. 55 (s, 4H, PhCH,) ;2. 50 (s, 3H, N-C(CH,) = CH) ;2. 28 (s, 3H, N = C—-CH,) ;

[0170]  MS(EI) :m/z( % ) :495(M', 18) ;325(90) ;314 (3) ;234 (15) ;220(8) ;198(3) ;
185(4) ;131(25) ;106 (100) ;91 (100) ;
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[0171]  Anal. caled for C,H,N,, :C,58.17 ;H,5. 09 ;N, 36. 75 ;Found C,58. 22 ;H, 5. 15 ;N,
36. 59,

[0172]  SEjsEfs) 14

[0173] 4- & -6-(2-(6-(3,5— — FF J& —1H- ntp M —1- F£ )-1,2,4,5- P4 & -3- F& ) fifk
B -N-FTH -1,3,5- =R -2- i (Xu-1) [l

[0174] ¥ 1. 25mmol — 5 & (. 3. Tmmol fik FR £ i A 30m1 — 4 /N 3 o, B #F, B
2 5T~ 0C, TS HNREH W (F 6-(3,5- Z AR M —1- 55 ) -3- % -1, 2,
4,5- PYBE 1. 25mmol ¥ T 20ml 8 /NI HIVR AV ) » T Nl 72 b 428 o1 S B & —5°C ~
3°C, WMse e Ja, BHNREAE 2°C ~ 8°C, kS BiHE i X M 2h, W 255, 1] [ M i
N 2. 5mmol 5T H&, AT HE A 100°C R, [R5 5 R 10h, R 45005 FFGvA 2, g,
5 25 4 28 T ) [T AR JB, AT B BV, ik 2 TR I 25 RV R AN, 2B A RS, I
B TR LR, FINNIE B S K IR VE S, T B, BT 20 )2 WEA L
2, I A NLE TN TG KB BR B AT T4, HhE, WS VBV, BE S AT 19 R . AT
B I IE 210 LBEE FH, INATHE R P, Wi 22 5, BEEREE 5C, %
HIWLETE 0°C ~ 8°C W, 45 i IR 30 438, PRIR45 A T, #hak, 0%, 13 204 0 (L ] 14 7= )
4- 5 —6-(2-(6- (3,5 —HIZE —1H-mbme —1- 2% ) -1,2,4,5- PURR -3- &) HE)-N-RT
R -1,3,5- =B —2- i 0. 27g,

[0175]  SEJEfH] 15

[0176]  4- & —6-(2-(6-(3,56— — A7 J& —1H- Mt e —1- %5 )-1,2,4,5- P4 e —3— 3% ) Jift
) -N= S T3 -1,3,5- =E -2- Jlg (Xu-1) Wile%

[0177] L E R SE ) 1 A i) 07 3 — B0 RO 2 8 = R &Us 0 6-(3,5- — F 3kt
e —1- 55 ) -3- 3L -1,2,4,5- PURE © BRIRAF ¢ B T IKIEERLE A28 1 © 1 D6 L3
1:1.5: 254,01 :2.0:4.0: 6.1 :1:8: 1.5, H——ufT BRI, %
33 4- & -6-(2-(6- (3,5~ ZFIFE —1H-ntbme —1-FE ) -1,2,4,5- PURE —3- 5L ) kL) -N- 3¢
T -1,3,5- =M -2- %,

[0178] DL b Sziifsl A3 B AL-A4) Xu—1 &8 Xu—14 2R 4 M I EL AT B 58 5000 A gg ok 2k o
R TER VU B M SR Jryg: MTT V), e N B IR Bewo s A5 WIS Tshikawa, AJffi
Ji A549  NFLIRIE MCF-7. A L HL—60, B F ik Tump4n Bk, 15 I 8] 8 72 /N isE o PR
CERINE PR, LUTFER | PSR Z UL Xu-1 & Xa-14 /EH 259, %7 Fak ik i 40 fa gk
(RIAH N (1) A4 5 o deg 40 BEAR R I E L (TCs, = v g/mL) HMIR 45 R

[0179] F 1:

[0180]
Samples Bewo Ishikawa A549 MCF-7 Hela
Xu-1 78. 42 60. 84 49. 59 32.50 14. 53
Xu-2 95. 39 74.23 32.99 10. 00 7.94
Xu-3 > 100 31. 11 > 1001 22.51 18. 11
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Xu—-4 > 100 > 100 > 100 49.10 9. 29

Xu-5 > 100 52. 68 71. 66 > 100 > 100
Xu-6 > 100 > 100 > 100 > 100 > 100
Xu-7 > 100 > 100 > 100 > 100 > 100
Xu-8 93. 79 56. 20 42. 44 92.67 40. 48
Xu-9 > 100 > 100 > 1001 > 100 > 100
Xu-10 12. 34 24. 94 10. 89 > 100 31.24
Xu-11 97. 69 37.73 4.11 49. 11 26. 55
Xu-12 89. 34 8. b6 18. 89 > 100 35. 97
Xu-13 > 100 70. 82 66. 48 18. 10 9.11

Cisplatin 15.61 8.98 13. 82 6. 48 0.98

[0181] iR | i % A2 AR B 4k A4 Xu—1 ~ Xu—13 FHXT R S (Cisplatin) A
PRGN g 4 A e F VR FH RS A B3R 1 A B dm T LA L A AT Bewo Tshikawa
A549, MCF-7. Hela ) 4H o 7 %52 5 O HE 04 FH, 3 1Cy, 30 8 15, 61 1 g/mL.8. 98 1 g/mL.
13.82 1 g/mL.6. 48 b g/mL.0. 98 1 g/mL, 15 SCRRFRE FRIAH A o AEXS T MRERAT F 3 o2 40
(R IR FH AR B AL A 0 264k & 0 s 40 i A SE S (R 0 Y 2B 07 1k B8
U Xu=12 X A549 [3MEITE R 1 1C, A 4. 11, LUATIA T . AR 1 AR I st mT LG H
AR WAk B 4 %o e 8 40 it LA — s (0 A P S B 98 ¥ T 0 i, A B Y A TR R
I IRE S o

[0182] 7z BH Hh BTl fy L AR S Jta 91 AN 2 o 2 o BR800 B o 2 o B T 8 e A 4
ST AN 5 AT LIS P 9 L A St 4] A% o 5 A RS e Bk e BCR FH R B 7 A
AR5 AL AN 2 i 5 A A B (0K Ao b 3 T R T R ASCR 2 R 15 B 2 SR

[0183]  JRUE X AR B CEH T VEAN R UL JF5 IE T — 28 5L RS, 15 2 % AR s 2
BOARN Zok FUEEAS B AR B (RS A A Rl A 55 A AR A B8 1 2 BRI
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