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) [ B B2 5 e it Bt S vt A s T AR R ORI G T S, s A 4
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[0050] 1 457 Jsz Jo7 A HPLCAS: M 2% 14«

[0051]  {fi H{Waters HPLC &St/ &, il B A XTerra MS C18 (5um,4.6mm x 100mm) £ LA K&
Waters2998)GH ZHE FE IR I 2§ (PDA) o AL# N0 . 6mL/min, HEFEARER 9 10uL , PDAKS I #%
WK% E N254nm,
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TRET IR B A BT
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NTTN /

) Au” | BFg
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A YD
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[0064] %z IRF M 4 (T11) FL &Y B IS0 1 A e 4b & Wi IO mT LA
T EE A
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2,2,6,6-VUH JEAENE 1a, 1. 5mmol TR 2 k2a bl 0. Immol X34 (111) B A 4)3afE ImL
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Iy BT E 6% , KB T AE ThA IS (] Y R A SR vT LA IZ AL & W) AR AL & W I B A4S 31 7
Yo
[0068]  [R]M}, i BH N A FH &6 BE R B 1) £ I e T I R I 0 A A 3 e, A ) 2% 1
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[0073] &k T & (1b) FakesE (2b) , LA T FHHPLC-DADAS Mk 35 75 % (4b) o
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N84% o

[0075]  IbHRAE 73 HrEH : B B R, 40 A FHTLC (BEAR60) (40% H IR/ TR 4. 18) ,Rf =
0.45, 1THNMR (400MHz ,CDC13) 87.76 (d,J=7.2Hz,2H) ,87.48 (t,J=7.3Hz,1H) ,87.41 (t,]J=
7.6Hz,2H) ,86.05(d,J="7.2Hz,1H) ,64.41-4.51 (m,1H) ,81.99 (dd,J=6.2Hz,2H) ,51.29
(s,6H) ,61.14(s,6H) ,51.04 (t,J=12.2Hz,2H) ;13C NMR (L0OMHz,CDC13) 8166.70,134.75,
131.34,128.51,126.75,51.24,45.20,43.05,34.82,28.42;ESI-MS m/z261 [M+H] +;HRMS
(EST) C16H25N20, B 1155 261. 1961, SZiMl{E 261 . 1960,

[0076] L EWN2bI G P IR : A- LR BRI (2. 5mmol) AT FREF (3. 3mmol) ¥ fE T =&
HGE (BmL) b, Z IR A FEOh KIS T 28 K 5 B R W) I POEAE (i i34 W N G IR iR/ TR
iﬁ%}'%%%%@%tl&ﬁ%w

[0077] L& W4bi G P B EE (Immo 1) , IZZRAL-E 410 (1. Immol) , RIS 42D
(1.5mmol) A4k 4= (TT1) @a/\mc (0.01mmol) V& & ¥7E/K (ImL) 40 CHEHE24h . )M J
REVIH O BRI (15mL X 30 . o« & A HLZ I FIC KB BR N4, 1 8, 9 iR 4
BRAR W) FHDRGE AT (i B 40, VA 71N LR T8/ 1E QUGS TR AT - bR TR 2 B4k & 0 Ab I 43 BS AR
N36% .

i
i 5 X HN’L\Q
HN/L© 5 Ny — >\/Jj<
4 ¢’ cl
[o78] 9 >(K . s N
HJ\H ’ < HNOi =

0
i 40°C, 24 h [
H,0 ) 9

1b 2b NN

4b H
[0079] L& WIALRAE S & : Bk K, 43 # FHTLC (FEJR60) (70% LR LR/ 1IE T k) »
Rf=0.57;1H NMR (400MHz ,CD30D) 87.81 (d,J=7.2Hz,2H) ,87.50 (d,J=8.1Hz,3H) ,57.44
(t,J=7.0Hz,2H) ,87.29(d,J=8.1Hz,2H) ,54.36-4.42 (m, 1H) ,53.63 (s, 2H) ,62.11 (s,
3H) ,81.79(d,J=10.0Hz,2H) ,61.56 (t,J=12.2Hz,2H) ,81.32(s,6H) ,51.25 (s,6H) ;13C
NMR (100MHz ,CDC13) 8171.65,169.76,139.59,136.07,132.82,132.57,129.52,128.36,
120.86,120.80,92.69,82.19,57.37,43.35,34.22,33.99,23.89,22.39;ESI-MS m/z432 M
+H] +; HRMS (EST) C27H34N302 , 11 5H{H432. 2646 , SZM{E 432 . 2649.
[0080]  HPLCZr#fTHT , {8 FHXTerra MS C18%E, AR L bR bE o it 0 AH B 7K FH 2 i 4 RS » 156 B
WP ARAE T LAZE 18min N 43 B VR & M 4L & 41b, 2b, 3afl4b, @17’3C18E A MR g 87
PR IS T B UV AF1E &9 1b, 2b, 3afll4b¥a 4t 43
[0081]  Shyff e KT I B Elﬂiﬁizﬂww\iﬁﬂwbaﬁ:.E,ﬁﬁﬁTHPWMb@bﬁﬁMbKIﬁIW
FE R R, B2 AN [E IR B AL & 401D . 2b  3a Fl4b A HPLCI i s Horb, B 2A A9 5 4519 10ppm
(K464 1b. 2b. 3aFf4b ¥ HPLCE i , & 2B A3k J& 341 M50 ppm 1 4k & 4 1b . 2b . 3a F14bKTHPLC
K3, B 20 A4k S FE 351 )9 100ppmff) 1b 2b 3a F14b K HPLC I 3 , [ 2D Ay i 2474200 ppm
1146 E& 910 2b. 3aF14bHPLCIE I o [RIIS , Hil4F T 4bM AR i ih 26, AHoCE IR k2 7 , 322
bR HE 2R 1 AR S E PR R
[0082] %2

12
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[0083]

A YIADI K W T AR (HPLCIU &)

1 39195

10 324417

50 1797622

100 3481545

200 7222159

[0084] g L LI 3, K& 3594 FHHPLC R AR 24 f |87 45 21 [ B P4 B8 e b AT o s R I ith 28 5 H

A3 AT I, p 2 1) £ 1 55 B 9 1ppm % 200ppmee 7155 HY A 5¢ R HR2990. 9996 , o LR AR AH K B
R 511X F W, ) FHHPLC 3 BT 06} o 7 JRE e Ab ik A7 5 ) 4 A TR i 28, 45 SR mT {5 AR o o
S 3 : =R 4 (TTD) AL 3R £ S I8

ARSI T 1 =T <z R AL TS T S e (Th) Apsz (2b) 1 = 2H 73 1 BBk S

[0085]
[0086]

IS By R I T (4b) S FE (A A P o =P & S AL 7R L3R L b BT o SO 24 154 < 201mo 1
HE OKERIEZ) 5 220mo1 %35 (1b) , 30umo 14 (2b) Fl4umol 4 J& M4k 4L &40 F50°C )z
I 1N 5 2 87 i TR A 16 FHHPLCHEAT 40 B8 R o2 55 H SR o 45 SR L3R 3, e 32 AR g Jo
AN ) 4 R I TC A 00 TR B T i (4b) W e i s S 4 B, N30T LU 21, AHX T
8l P L Ath 79 P A e 7 1 S L, A T O -4 B AL S L & 4 (Ba) 1 s B B A B i (1 2R
(4.0% , 5 3EFE ) SR L, A8 G IC & W 3a it 4T 5 225850

[0087] &3
BERE D b L A A LY (%)
1 O - 4.0
NG 7\
3a
2 o 1.1
[0088] N\
Au
cr ¢l
3b
3 Z | X 2 &
s N?—\u =
clI’ ¢l
3c
[0089] it 414 5 L34 7171) ) e 49 SEE 56

[0090] bR SE oA E T e x4 (TTT) A 55 3a , A SE i 9 2% %2 7 A8 v 750t T 72
YRR B 520 o B S DL 1OORL /K I8 9 1 2 208 N 21 s 87 R o e N 2544 A = 20umo 1 FR S (K VA TR
) , 22umol f&2% (1b) , 30umo1 K48 (2b) Fldumol 4 @I 4 (T11) BE& 90 T-50°C e N1/

13
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I s HPLC I3 AT o 73 il FH 20 » — 22k PR I i , DO SR 5 1, 4- S e, R, LR SR AT, 2-
TR OIARE KAV T E T RN S5 H W AR A, RAERL R R HIE IR T = P4 R (1 5
Wi RE TE 28 SR 3 o R AT AT U 21, 43 P RE 48 5K B AR MRV 77 (2-6 5 BERE 1) LU kS Faf
A K (U5 BERE ) A5 2007 22D, 30 S B 2 AN BE A6 FHHPLCAS I HH 7™ i o

(00911 IR S5 AR, A5 FH A R L8 AR M 57 FR) PRV 57 2 4 L e B A AR MBS 2 A Jt
PR (TTT) B &AL P IS | & SRR 15 BRI S B ) 7 WAL 6 o g — D Tl A
AR EKEEAYIERWN TR ZBEk1, 2- =& 2t (R4, SBTRISS HEFE D) &4 M.
PR R A T L, 2- S eI S SEYAT 36 e B At P 7K USRS o FR) S5 2 [ 316 o
BRI, 2- R LB AF B IR SRS sI  oR L, 2- R LB E N R B
Jio

[0092] R4

[0093]

R el JRIE N LU 2R (%)
1 K 3.8
[0094]

2 i -

3 R i -

4 VY Sk M 1.6
5 1,4-Z5% N 2.2
6 HES 1.1
7 LR 5.4
8 1,2-—& .kt 12.1

[0095]  SEjit {5 1o« S o2 3 8 T

[0096]  M25°C—60°C [l PN de 8 144N FE st e A5 2 s 87w it B WL 26 1R R o S I 2%
{525 : 20umo 1 B 8 OKEWIE D) 5 22umo 1 %25 (1b) , 30umo 1 48 (2b) Fldumo1 4 J& I 4
(11D & T 1, 2- — & Fed e M. 1/MsF  HPLCSE B . 43 SI#E40°C , 50°C #160°C N E H iZ% %
JNF o 549 IR N FEE AR 2R I B R = A bIST 2E 1) 5 M 2 B 25 SRR . B AR5 AT L, 7R iR T R
/NI (15 HERE D) BEA P24 B . 40 °C 160 °C [ B 461 (2R14-5 HERE 1) 49 31 it e % 42
i, M50 Cilf fE 5 HEAE L) TR fmr, N12.1% .60°C R = U EB A 50°C s, 1]
e A2 RO F A el 2 1 R HER T

[0097] &5
[0098]

BEFEC i E (°C) BRI R (%)
1 25 -

2 40 3.6

3 50 12.1

4 60 4.1

(00991 it 511/« s A AT R A 751 B2 X s 2 7 AL 46 1) 5 0 S5 B
[0100]  HfE T AL SNGERE J , FATHEE 1 53R (1b) bk (2b) M3h @it (TT1)
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177 (3a) B B XS S B IR T I o 4 FE RS (S0uL /KA » BERAL G 41b, I &9
2b R4 (TT1) FE & P 3atR I A F L GRSV iR 1, 2- & &4 %5 (450uL) FH50°C A+ 1h,
NS5 BX20uLiR A 1 5 980uL L IFTR & 5 HERE , HPLC /3 T o S B 5 A W36 R J7 IR AR v o 5K
6 45 5 0,366, 2260 B ST % T P Ab I 2R 1 s A 48 B 36 . — KT 5, P24 ik
Rt 55 52 I )RR A SR T P B S v 35, 45 FH B A5 X T R R I XOA 4 (TTD) 467 (9
F12) , 1N P B s IR IE 3156 % o 0 A B B 244 HZE R 1b.2b Fi3alt (Zr510) 724
IS R ARMR (8%6) o K BH NEAT 1 — 4L SE50 , Horp i AN T B E b B 2T =
(1) (G5 17-25) , (H AR P ZE e Ab R A LT B & (56% , 95 12) oAl Ik, B Nk
SRS A A8 FH e 2 PR R AR o A PR P I R

[0101] 726

15
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. Rt 5 | BRI A 26 | &) FEAY 3a 4b Yz b
Ib (umol) (umol) (umol) (%)
1 10 15 2 -
2 10 50 10 18
3 10 50 30 19
4 10 100 I 5
5 10 100 2 -
6 10 150 2 -
7 10 200 1 1
8 50 10 10 19
9 50 50 30 41
10 50 50 50 8
11 50 100 2 -
[0102] 12 50 100 50 56
13 50 150 2 -
14 100 50 50 40
15 100 150 2 6
16 100 100 50 53
17° 10 15 1 3
18° 10 100 1 9
19° 10 100 2 16
20° 20 30 2 4
21¢ 20 200 2 23
22¢ 20 200 4 46
23¢ 10 15 1 5
24° 10 100 2 28
25" 20 30 2 12

[0103]  “FRAEA BAMEET, /)N 4 N EE (10umol , /KA ER) 1, 2- & L ki 50°C
J2 N 1h s PHPLCE & 5 ¢d FH100umo 1 FE % . 4 FH200mmo 1 Y Ji% ; 45 A 300umo 1 8% ; "8 FH6001

mo 1 FH % .

(01041 i it 515 « A5 Y 180 7 Y A 00 e 2 F) 7K 402 BBt PP RS e ) 12 Y 512 B
[0105] Dy 7 A HIFA Ak < (TTT) Be & WAL A =20 70 1H I s L A2 75 RE 06 FH 1 A il
FE e R R, 8 P T 78 5 1 ZK S BB PP PR DR o AT T 3R PP R A s P R SR AFAE R R o

16
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[0106]  Jiy3K Eﬁﬁé??ﬁﬁﬂ IS EIT R T RAT, [ 8 B e B K e PR B T A
JE PR it 70 50 4T 1  FREL 20 28 FA AR T B8 0 T, I\ 20mLMIl-Q™ 25 BT 7K Jig N o % &
%u%%ﬂo HE RS KIS TR EC LD, SR 5 FH4000r pmi B 5500 10min. FHUEACHHT i UE , B
e 4 F-50mL 28 S AP o B0V P TBE BRI 20mL Milli-Q® 238 7oK, 4% ik s
FRH, B O I U 8 S 5 — R B A I I MING-Q® 8 T A IHIR A 1A
S VAV DA i A i 1) 7K SRR

[0107] 4%?%?22%E@7J<¢%HM§5Bﬁ%%ﬂﬁwﬁfé@%m‘fuaﬁﬁéﬁﬁﬂ%ﬂ%&ﬁ ik 2,

- X L,
. —{ BFy4 _
2,6,6-PU FIIEMENE , Mk Hu_@_: & Jm AL TN Qj‘@ fE1,2-=

3a

LMD BRI AT, 50°C S S 1/ o EST MSE%LM?@JTi‘ﬁﬁﬂﬁﬁb%ﬁﬁﬂﬂb;ﬁ%
[0108] St sl )\ - 377 5% 't ik P Jlg 2R R 5 Dl ik [T Ry ke et 5 BB Dl 3 A ke 3 A
a1 S5 o

(01091 A< Ji B A1) FH 2 s ko Ul P vy 2R A0 P88 ST BR3P I ) A 00 DAL, 26 A S i 491
G BT AT O HE B B SR AT ¢ O B B Y bR I FH 45 RN, 25 828 I A9 2ty B
s e JEili g/ B

[0110] 4%A¢@1cE@AEE/JILE?*

s
HBTU

>(j\ N 0.0
_ (CoHslsN
[0111] m — e Kj/\/}(“\/ﬁ/

r.t., overnight 0 >|/NH

1c
[0112] B7- (&) HEER-3-RMEK (0.5mmol) ,4-%H-2,2,6,6- VU H Jtng
(0.6mmol) , = Z & (Immo1) FIN,N, N, N —PU FH Jk— (0-2 Ff —Mk—1-3%) IR 7S S IR I (HBTU)
(0.6mmol) VEA FH M T Z & L 20mL) H, B AR P BB 5 , IRA 0 H
KB (16mL X 3¢K) , A A= TG /KBR R B )5, 1 8, Yok R I 4 o B r W FH PR A £33
4, g/ SRR A S e FIRiR 91 % .
[0113]  fbEW2cHIE R

\Il\l 0_0 HBTU N 0.0
[0114] e \|¢ . H N4<:\ _ (CoHs)sN mn
=
& S

r.t., overnight

[0115] B 7- (2 &®E) FEE-3-8 (0.5mmol) ,4- B IEZK|E (0. 6mmol) , = 2%
(Immo1) ATHBTU (0. 6mmo1) V& IV M T & H bt CQomL) H , AR FE|MA TR &
N5 S TR AW KBS (16mL X 31K) , B HLE H e /K IR ER BT 15t , ik € , ol 6 vk 4 - 5k R )

17
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PROEFE L 4, S Be/ IR Qe Bei, (e S 2 IR 991 %
[0116]  fL&W2di & RUL IR

Y Y,
/ 0 = Pyridine /N 0
o Qg N T OO
0

0]
2d
[0118] K¢ LS (0.5mmol) ,4-ZRIEZKNZ (0. 5mmol) ¥ g FELmE (5mL) H, AR
FEEEAD N G S VRA Y F2MER R VA R D %% (20mL) , SR J5 F 4R £ B $2 X (20mL X 31K)
B HLZEFTCKBREREE T4, 1L 8, 90 R 48 - TR AR P LA € 1, 1R TR/ 1E L bE i
WREER 1L B 2d U 2R 69 % .
[0119] RS eta b ok

@]
0 HN)J\FIuorophore

HNJJ\Fluorcphore >[Jj<

[0120] 0 >Elj< oo N N

uorophore —
oS+ = — N
0

H 0]
NJL

Fluorophore
H

[0121] K EE (20umol, 50uL/KIFR) , &R G 1amilc (150umol) , Hritfb &4)2a, 28k
2d (300umol) , LA JZ ¥Rk 4x (IT1) & 43a (150umol) VB S E M T1,2- & &% (ImL) 17,50
CHiEELh N 5, VA4 FHEST-MSA #7185 S P A2 1 o

[0122] GG, ML G YL LL Kty 2 6 ] 1 e 2 c—d T B AN [RI i 41 & 3 B 1 H
T AT I Py = 2H 3 B S B R, 45 SR L3R T, R T A AN TR 9% Y6 PR B SRR B T s ¢ 6 3 [4]
() = it 9 4 SR 3 - R HEST-MS A 5E , AN [F] ) 41 & 23 T8 BOAN [R] R0 97 () ok PR 2 e , 25
K] DL 456, AR A 57 28 ik [ 1) JR S RN e 208 () Jok s s I8 = ) Joia it I, P81 5 A5 2 52
FIEH R R A P AR I 2B s B = s 1 5 P 6582, 2,6, 6 DU FHE BRI BE 15 75 52
2L A () B S S P i v I 5 72,2, 6, 61U YRR g A0 PH Ik 35 B I S PR )
R G R PBKAE4090m, KK AE4730m, K W SO o PR 3k OR K
337nm, K&K AE492nm, K H 4% 6L 58 o 45 B B IR AN [E] 1 9% 6 AT LA T H S A
M, 7£ 52 B Hh AT AR 4 77 EEIR SR — ME R I PR B o T ey A SR 2R A 1 1 2
B BRI 2 BN AR Ty » DR e B85 5 28 BE A U 22 9

[0123] &7
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i . TR
~ f& b 59 et &) .
B
1 TN L
mﬂ/h‘\q/ Q &')_E_@{
0] NH
1c 2d
2

o= | ™
2a

[0124]

\
~UN 0._0
H
L
1c
3 Lk ; "
x| oo
H N
Tl

1a 0

4 >(j< >NO Al LA
v ()3 )=

1a

2d

[0125]  *fsi FHI % (20umol , ZKIEVRIE V) , Kb &M 1afilc (150umol) , RN AP 24,
2¢—d (300mmol) A4 (I111) B &43a (150umol) , fE1000uL1, 2- —45 Z %iF150°C ;e M 1h; " H
EST-MSA ] o

[0126] It 8] 1. « S 7o 4 i H R 8 %) ] AR X ) = 2E o0 A B I B g 7

[0127]  fy T 1) o S Al A Ml 4 (TTD) e & WM A0 I = 20 20 A K s A D Sk 26 7
Fi2 14 7 5t FE 1, R BB A e 82 J RS T, A2k 25 22 41 o P AR DA IR /D 1 552 R (1) % 6 (S
5o AR FH Iz B ) GRS R S N R B IS O, WE P RAE S BN T IR i P R
[P IH T, IR B REAN e 3 Z g ad it [ A HL A B (SPOS) 4t 2 72 2] [ Ak g 4k I o

[0128] KA T i MR S W BE A 12— = 25 F IR &0 g 18 R [ AR 34k . 4- (52,2, 6,
6, —VY H JEntt e B i e BT AR N IERET (Te) o B U M AT

NH, =
- cl —
\ /& + >h< T N/ iNH :
[0129] N 20 h g
H NH

1e
[0130] AR TTIEW T AL R GG 2-F = R RGN (15mg) /£ Z & H bt
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(250uL) A MK 15min. IIANA-ZFE-2,2,6,6-PUH FEMERE (0. 19mmol) , 42 B RE S MBI 20h.
SN > IINT2uL HPLCZR ) FY B , 43 41 15m i n DA 3f PH 5% A (1) I B 25— 2R B [ o W Ak Ik
FImL = G e Ak 38, 1mL — Y FR B I B3 200, 1L — S0 Bt e 3R T8 JE 48 H
01311 it J& , FHHPLCZR (1) Y B J o 0 3 1tk 2 - 5 = 2R S S A oty o FH 0RO, — R
BB vk, e B SR R R LA RR £ 2 RIVIA NV 424 55-2,2,6,6, - DU F 2
MERE . T4 J5 , 1% 2 L DhRe AL R A g B T FAE B R o BT B B B 11 30 & 98 % .
FH T T kL AT A2 — S e rR IS K, R AL, 2- =R &K /EA50°C T B B ARE A A% H
ERE S RIEERHE 2c,0.02mo01) MR & B S (TT1) {4077 (3a,0.01mol) , 1/ME) J5
TER JERURL 15 20724 (4c) o H I, [ 3 s L e A B B R B U S P2 el i A3— 1
B 2 N A e TR R e, 1 AR B 3 e Le (15mg) , FREE (0. 02mmol , 100uL/KIEWIER) , & &
EBE2¢ (0.02mmol) , B4 (111) Bt A #3a (0.01mmol) , ELZ600uL1,2- S L ket %)
A, 50 CHLHE Lho SN, A AR 0 FH TmL — SUH e B I 44K, 2mL — FF & HA I i e i 24K
ImL 50 B i3Ik o [ A

lCI

£ > -NH
. N ‘r,.\;ﬁ/ + H

~NH

1e

[0132]
3a //—
= N
HoO/CICHZCH,Cl -\_
50°C,1h

[0133] i b M A0k , 7E365nmJUVAT T, AT LU SR B i T 8 b A& T R Mok R
TR T o B i R HA T 0% 6 1) 2 B 5 FR 9k B A G, W I8 T 7 » B 8 365nm i K T UV
KT R , P=404cAE500uL i — &0 Fe i 1 R 61 I«

[0134] S 1 HAE =W A= B, L - 1 =960 SRR A0 50 e VR A5 0 s o TR i 5a MR Ji
VIR Mg 4 (15mg) 8 B80T 1 LI =8 LB 0 — S e VR4 VR (3001L) 1, 253
JCE Imin sk P 2L Jle Sa AN [T AR 5044 E 4 IR T >k o DI i (19 i FHES T-MS 2 At i A P2 4
A B o VIR J 15 ¥ F AL FINaHCO3 ¥ (5mL) HH A, 5 JLJZ I JE /K B BB -k, Dol e 4k 4 - 7
R PR AT S A, B/ SRR e R A, e TR B e Sa IR % 94 %

[0135]  Je Mixan k-
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— cl
NH S /
N/ N / 0] / W /\ N
- N — ) N?i_Q o -
: — N\ 7/ é%
o NH»2
[0136]
4
TFA/CH,Cl, . Y el N
» N H * =
® A
H ~
oo N

5a

[0137]  EST-MSZr#rilEsE 1 ok P4 2 e ba ity A= il , 45 5 L9, B9 p iig B DIFR ki 7= 4
R RE R

[0138]  JJR4 Jim F ¥ Y FH T AR 8 B0 (NaHCOs) YAV R A, 2R Ji5 P DR S A €0 1% 144k, 5affd)
W N4 % o balf) e 1 s e K R ST I K AE46 1nm , 45 5 LI 10, B 10 A4 1R JE iz Sa ) 7¢
He A

(01391 | FA# TG 47 2 FH R R L e AT e R 1 S8, W52 0 A FH LI, e T e, R PV i
INF 2 75 2 A2 7 X0 LI P ) o N ERAR EVIBR P2 W 2 J5 , EST-MS 43 Hr R BH BPAE 3 A8 FH 1
18400ppm . 1 - 30000ppm 57 Tl F126500ppmA< F i , 1,95 A A2 BSOS . () ok PR B G A5 40
[0140]  SFA4h, KA NIEHEAT T 5a 5 PRS2 6, W8 HAR RS 51 7776 /2 15 2 LIS FF S 1R 7= 4
4B A B #5000 ppm ) FE S 2L S 5T AR Y B IO\ B[R] — AN I B 25 4 HH 3 T OB o 1
GRANIBER J5 , EST-MS/r M1 RO B T e 7R 22 e A0 A W 5a i A2 i o DRI I 5 sz 87 47 v JE At s 2 1) A7
TEAN 22 5 M) F P S N A 256 B P24

[0141]  {bEY)5al ) RAE > BT AL a0 T -

NH»>
Lk
T
[0142] - N o
|
- m
H
0”0 N>
b
5a

[0143] MR, TLC (REE60, 10 % R/ — S FF b6) A Bdis :Re=0. 42 'H NMR (400MHz,
DMSO0) 88.75 (s, 1H) ,87.73(d,J=9.1Hz,1H) ,87.68 (d,]=8.6Hz,2H) ,57.33 (d,J=8.6Hz,
2H) ,) ,86.85(dd,J=4.5Hz,1H) ,86.66 (d,J=2.1Hz,1H) ,83.56 (s, 2H) ,53.48-3.53 (m,
4H) ,81.78(dd,J=6.1Hz,4H) ,61.41 (t,J=6.7Hz,3H) ,81.23 (s,6H) ,81.15 (t,J=6.7Hz,
3H) ,51.08 (s,6H) ;'°C NMR (100MHz ,DMSO0) 8162.08,160.68,157.32,152.77,148.11,
131.79,131.69,119.49,110.39,107.82,95.86,92.23,79.20,78.87,78.54,55.00,54.78,
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44.33,44.24,32.97,21.42,12.21 ;ESI-MS m/z529 [M+H] "; HRMS (ESI) for CsaHaiN4Os, FHiB
THHEAE .529.3173, M &£ 529.3177.

[0144] SR RfF 50 HF R 5 AN 5% s it B 2 R I 2 1 O &R, TE R FH 20 R B R0 &
500ppmif & 1) B VAW, 5 %25 1e (0.019mmol) , RFEAL A #2¢ (0.02mmol) A4 (I11) fid &
¥13a (0.01mmol) FE600LLL, 2- =& LFEH50°C R VLo [ B Th 2 JG B [ S 5o A [R] e B
REVREYD o3 AIHEREL2 . Omg B4 g /NER , 5 7% ST FLAR H L A FH AR CK I B2 o B2« 45 3R
L2288 M G /INER B A v Hh 26 1 AH DS B - HE TR AR E2 . Omg b B T I VR S W0 B T /)
BR, BT BEAR A A HEAT e S nm B I E o fF FHBMG FLUOstar Galaxy %€ 't 5 5 B bn {3 & AH
N7 R 58 G R B AR ER U, IR Btnumber of  flashbA K & PRI ] 24115 5E 100 SR I [A]
WENO0.5s o UK K J9355nm, &5 J9460nm.

[0145] %8
[0146]

U PO HRIE (R AL
0 1031

50 2187

100 2939

500 7603

[0147] 5B UnE 11N, E1050-500ppmyt [F] P FF 1 A< 5 AR g /N BRI 2 St ot B P 26 42
KA B 1145 R, R VR B AN 5 B R AP I 2R PE 58 &R (RP=0.99) , 7% B I Folt ] 4H
T = 2H 70 AR S S AE R A b B A R G A v e S F AN

[0148] Sz it 4] -+ « [ AH T 21 = 2H 40 A 06 s S8 A A U 6 ) v P O ) PR 1

[0149] R T H#AFEMERN & B 4E 1) B YA 1) = 20 4 (85 I S 2E A T B4
Hh R S D 3 P S A5 P A 2 /K SR R A S Y U o TR AT T 800 i RS 2 8 4 R AR AF AR IR
[0150] A K% (%) 75 s 2 FH VB L8 %5 ) JF - I8 T PRAT (50 IN 38F G H ' B 53 o 465 25 o3 55 245 A
Ja FRIRE 78 70 4T 1  FREX 0 2 fRRE T B8 00 L N 20mE MIlli-Q™ 25 B T /K Ji5 s 5 &
B0 E T40°CHEAE KIS T HEE L, 4R 5 FI4000rpmid B0 10min . FIVEAR AT i 8 , JE TR
e 46 T 50mL 2 B AP o B0 R BT BRI N 20m Mlli-Q® 25 B 1K, #% bR il
PR, B ORI U8 K g RS 5 — IR U8 A I FIMINI-Q® 23 TE A HF IR &9 50 . 1k
TR 1 2 A it PR 7K DA

[0151]  FE2-5 — R B BLEUW MR HH 3 I B A BB i /N ER R G & 0 Le (15mg) , BE
T KPR HU (100uL) , A FERIMRE2c (0.02mmol) , Au (T11) XAE A ¥ 3a
(0.01mmol) LA JZ600uL1,2- — & L kIR 4, 50°C N Th, AL B BT B B P i (4e) , 1%
HER R o SO, B FH ImL — &0 FF Be BV A0, TmL — FF B FR R R e B 20K, B e A Il —
S BEBRR IR K L= M G IR K 2 J5 FHEST-MSHiIA «
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)
= Y ¢
@ )™
01521 e, [ (AR I 2 (Lo) 9 55 M3ty (Y
1e
‘\.]
‘ B X U N~
01531  E g A R IZ (20) KL RN P35 ¥
2c
1
®
N® .
S A & S Au B
[0154] & (I1D) Be&% (3a) 4N
3a
[0155]  JRILPGI% (4e) FILER) N
__“"'v ~c1
[0156] N N N7 "\
L /_-"-N\ .::. NH »—0

- o
4c ‘o
[0157]  7E1,2- "SR LK MU RAN B 26 AF T o TN JE AEAR IR UKL _EA45 21774 (4c) o it
P R RIURL , £E365nmFTUVET T, W] LA S 21 3% 3% b Ay 53 A IO R B 9 e 7
Yoo A FHL: T =5 LR AN — S e AL B A, MO AR L B 15 2 I I % (5a) o i FHEST-
MSX P HEAT R o BN B 1 LI 12, B 129 sk B 2 A it g PR PRSI U R S 36 v I /N Bk
FDIRR T SR i B
[0158] 5 Jim v I8 24 15 WY 18 5 » A b S it 45145 Y LA b H A5 S 8 3 R D7 S5 =X AR e B
e R PR 1 R 2 SR St 1) X AR R A 17 PR U0 5 A Qs 1) B B AR N B3
B, AT DL A R B R B 7 SR EAT 18 2o 5 R 8 8t 1 A Bt 18 AR A I BOR 7 S 1) 55 I
IBEAGE R

23



CN 104193672 B i’H HH :I:; Bﬁ 1/10 7T

=
ﬁj
,Z\gz\ /
@
/'//
(@)

1,60
1 60
1.40
3 1.00-5 {
080
o.su-f
0.40-:
0.20-:
—

000 +—————"

s .. -R—
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00
Minutes
K1
0.30
0254
0.20
90.15-:
010
0,054
0.00 J
e e ——————
0.00 200 4.00 6.00 8.00 10.00 1200  14.00 1600  18.00
Minutes
& 2A



CN 104193672 B

i

1z I

2/10 71

120
1,001
u.eo-:
F n.su-:
u_au-:
u.zu-:

0.00-

A

-

——T
10,00
Minutes

T
a.00

K28

—
12.00

I
14.00

T
16.00

18.00

2.00

1.50

1.00

0.50+

0.00

—T T
10.00
Minutes

T
8.00

1 2C

25

—T
12.00

T
14.00

—T
16.00

18.00



CN 104193672 B

" B B M &

3/10 7T

3.50%
3m:
2 sn—f
2004
1 50-:

1.004

LS s S S B ML S S m m m e s m e e e S e S e S m e H B e e s s e S e S
20,00 40.00 20.00 £0.00 100.00 120.00 140.00 180.00 180.00

FRRSREE (ppm)

K3

26



CN 104193672 B

" PR BB

4/10 7

N
+ " H
\ A
/N
\ 2 _*tH NH O
§—N — _,§ N/
oM AP
100+ 762.94
351.31
40040
EE‘
—_— 750_33
791.36
O~rrprirrmer .r|.'-| 5'.‘. “"IH!Fi']'l‘l;ll""I‘l"'l|ll'l‘|':l'"[‘II'I"'E""I""I miz
300 350 400 450 500 550 500 800
™ .
~_N o.__0 s,
N 9,
ey, o
o) NH O N O

K4

27



CN 104193672 B

BB W 5/10 5

1004

(@) N/_
/4 N
" kQQ
Nk

N

S

' H

X

400.03

605.25

28

R LSl " ARt R
450 500 550

11 -




CN 104193672 B W BR B 6/10 7T
L
Q\\ H
o)
H
>(Nj< - H o N>
H 3 |
100 1421
51430
361.82
BQ_
605.81
18347
278.65
O-frree I.'l'"l"'.'II"'l'I'I""I'|'|"I" '|""||""|""|'"'||""|""'|""|""I|" T m-wxl'l' e M/Z
100 150 200 250 /300 350 400 450 500 550 600 0 700
B I+
\ - 3
~_N 0._0O ‘ o
! oy
= N + H ;\Au
A _
K6

29



CN 104193672 B

" PR BB

7/10
L
F H
X
NH_° 0
+ H f:s N/
N o O I
H
100+ 14;45
504.24
N 605.76
.l :
202.84 27369/ 396.62
0 ""'I“I“l'l”"l'|"'l.l"'l"l""l""I" I"I"I"I'I !'|"[’."|'I"'|' I"I"i‘'”[”"I""I"“]“'’i""l"'\l"‘I""I""Irrl‘Ifz
100 150 200 250 /300 350 400 450 500 550 600 \650 700
— —+
+
\ -
) R,
o %
NI * H JAu
ﬁ—N = N
$ H ind

1000 ppm 500 ppm 100 ppm 50 ppm

10 ppm

1 ppm

K8

30



CN 104193672 B i’% HH :I:; Bﬁ 8/10 1L

NH,
>O< “H
N
A

100- ‘ 427.28
\
157 .16
é?“
52927
299.02 354.93
283.05
100 150 200 250 300 350 400 450 500 550 600

31



CN 104193672 B

" PR BB

9/10 T

32

160
<€ 140
2 120
2 100
=
> 80
‘»
S 60
= 4
=]
‘» 20
@2
E o
390 440 490 540 590
Wavelength (nm)
&10
8050
_a
L. 7050 —
% 6050
A s —=
g ~ R*=0.9901
= 5050
4050 e
E 3050 .,
[ 2050 -
1050 m
50
0 100 200 300 400 500 600
EREEIRE (ppm)
&1



i

1z I

CN 104193672 B 10/10 7T
NHs '
- H
N
A o
NH5
" H
N H oo N
H N
i 427.96
157.16
a?.
502.04
354.92 v
529.06
299.02 347.00 42397
i ~
0 ...L.,...'.,...4,1.....L...“..,%T.L.L....@..L'.-L.“...,....4,|L.:..|.,.J..Lr-.-—r—»%%wz
100 150 200 250 300 350 400 450 500 550 600
K12

33



	BIB
	BIB00001

	CLA
	CLA00002
	CLA00003

	DES
	DES00004
	DES00005
	DES00006
	DES00007
	DES00008
	DES00009
	DES00010
	DES00011
	DES00012
	DES00013
	DES00014
	DES00015
	DES00016
	DES00017
	DES00018
	DES00019
	DES00020
	DES00021
	DES00022
	DES00023

	DRA
	DRA00024
	DRA00025
	DRA00026
	DRA00027
	DRA00028
	DRA00029
	DRA00030
	DRA00031
	DRA00032
	DRA00033


