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L —MAPUENZAC B SR AREGRRE 1 [ il & U5 3%, R IEAE T MLt S
A HUE A RIS R P AT AR L ARG KRL 1 B FL G A T Bk 73R L, TR
FIA HLIEHL AL B — S ACREA KR 1 FLARAE 2-5nm, BiA2AE 50-200nm, Jhy— M HLEEG
GERMAE A LA A AR T R A LTEH L2 S5 4
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H20reﬂux KPFg, RT |

Horh NN HA LU ML S -

HARRRE CNELAR S TrCl, « 3H,0 7F 3:1, v/v I 2— LA HE CREFIK VR 7)o (1]
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P Ge R S R TA 2k = LA Ao » BIVAS BB ] 1 A ALK — AR 1
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—MBH LR SRR T HFRENH

AR G
[0001] Ak WY J&E T A OCARM R BRI . HAAW B 2REE T nl R KA A A L
/ TRz ARG AL T (1 1) 26 S AR AR P IR o

B=REA

[0002]  AEMBE 24 AR W] LALE 73 1 A0 MDA R AT 0 18 73 B M2 W, 92 x4t e 40 %
LRI o ZORERET — BT FH AR WA Bk RORE 1 BE 7 40 i A R I5E 55 75 1) A5 571 B
B AR A B AR AL 5 b n] AR 1B BRI 52 3K B 40 M Y M B AR T ml BE R T30, 20K
20 R T RES AR AR M (0 A L1300, I L/ RUST BE N8 B2 (10 DR 1) wig 2 B[R], AS [ 9 B A% 57
A DL R B AR R R, A3 R B VAT T I & o W] g BT LR A AR AR 2
HIZHRORE 12 5 B 3 B0 G5 A 1 40 M5 (R A 3 e 48 1y 15 (A7 L0 40 A 17 1) 2
BERAT ERIE .

[0003]  {EUAT IR DGR, 9Ot Gkt RIS A P i3 20 2 A AH
FCA NG, BA & & R BT S5 AR RO E G R LA ) B A IR S e B B K
FRIHrFE TS L AS T AR 73 2y X SO R A i e, BE AR T i) WOCHEAT 3R, IR A5 A A
A AL I TR 2 F B AAT R 5 8 59615 5 X3 T LS oAl ) £ e B A R U35
[0004] R, K22 H ) <82 P 5 VD WE L B R H T i /A TR R e PR AR R RE N 40 M, S B
BIhee. Ik, A7 B FEAE AR EAR, 2808 m Ie S Wt B, % 3 T ) S <6
JEEC SRR I RE . A FLAK A RE LU S /v LG5 K L ROSE P 8 2 Th R
R IR A, DURO6SE B R B PEBOR B (K52 2T OG0, B — Rl 2
EREAR . R &R SR EFE A FLAIK B AR IZ 2, A7 UK SR h T <) i
EBEICIRGFIIA L, TR HMRE 106 A M TR AE CE AR SR AT AL R K g b, BRI L /
TG — A RE G AR T FWT 8 AT URIZ R 8 SO I A

[0005] %1k, A BIPR R B r R PERER BDOC E R L & W) 5 AR A RR 1
A AT )26 HE AR RO TR RSN /N R R — AL RE SRR T, I
IR AR LY AR RN T AR 1R B A (46 s 2 (R B 2

XAAE

[0006]  HAIAN L A WK B HAE T 4R 0 — 2R3 T EE AR S AT HL / Ehlaete
AL ARG KORL 1, 25 e AT 9% 77 i, T 3R X SR & A 4 M b i « 5 b 1R
H o A4 B 7 AR A S i1 AR I 4 K kL 1 TS, Ay il ik e d bt 1
BTN T8, 2RO - ] IURBOERE P RS eI AT A 9 1 OB
[0007]  FEARTT S AR YR P HLEN A BEE — F ARG Kb 7, LB Ak E
A U SRS E B AT AR L A A KORL 1 B FL G R T Bkt 7 3R L, TR
FIA HLEHL AL B — AL KR 1 fLARAE 2-5nm, BiA2AE 50-200nm, A — MG HLEE
JERME N FL AL R AR I A BN LR AL S

4



CN 102604628 B i BB 2/6 7T

[0008] %y VAALdE 1) BUE AR BEOLATHRR K% 2) BB AT A2k 4R
R T 2% AL, BARE

[0009] 1) EGiEa m] iR BTSRRI i) 45 -
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i
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foo11]  HA/ N /N EFLUF SRR EY) -
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[0013] E%%%CwaghaymﬁESIIWNmzLﬂﬁa@ﬂmm%ﬁ el
H R R YL, N 564 Ja 19 B I S h A S AR SEE AT AR IAE 2 ¢ Lv/v I A Rt
P EE P YR B 300 PR TR1AE S R 05 N 7S JRU b B B =l 0 e, e MR 3, 15 %) 1 A P R 2 A
E T, RIS 3] EREE KA

[0014]  2) EUEE AT IR G ATIX ARG K AL RER T I A41L
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—
O/\ 0 o™~
o=c= N/\/\S/ N PF6 éi'?o/\
o\
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\
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(449 LR 1)
[oo16] I Ak SR e B WLBOE SR A FL S ALKk, R A4 5 7 R
P 3 = 288 FE R R0 e A DU S0 I P 80-100°C [ [ 24-T72 /NI, K453 B I EK B S bt 5
LA EGRRL T E DU PRI PR A, SRR 10-24 /b, AR B B 0ve kR
R b AL A W RER S R T 2 = AU IR RE R, BIAS BIEIC n] YR A FLgk ARk
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[0017] AR AL =BG K R 1 TR SR pE R 7 R N 5 = L A Ak

bt

[o018]  iZAWENAALBE I — S ALREDACOR 7~ IR T A&

[oo19] AT ad AR SHIRZRLIYR (NMR) L EBUBHL (GCMS) 2 Tl B O C AR AT I 1) "R AT St

W (MALDI-TOF-MS) SR ALSKEC G WML K A Ta] A4 1R 5 460, M AT 486 L7~ BB RE 5 e

?&ﬁ%%%%*h?%?ﬁﬁ@%ﬁ%ﬁ AR T rR A B T AR SN O
DRI CTEA I G AR 7 IR T

mm] AJ I CON Bl AR L HERE BT Y il A 0K A e &, Tl A ALK — S ALk

THIIEEE, UK G I ACHE T, i S S8 40 1 s 45 16 2

Ff 1 152 BA

[0021] [ 1 AR B 86 A A e oKk 1 I S5 44

[0022] & 2a NERETHELAY), B 2b BT AR — AR T
[0023] & 3a NERETHELAY), B 3b hEE AR —E AR T
[0024]  [&] 4a IR, ¥ 4b iE ST AR .

[0025] P& 5. A B ARG B A 6 T A AR A e A RORE - 1A A i T R

=N

[0026] A< A W4ty ml L T4l L R A R 2065 ml R B ISE S 0T L/ et — SR Ak 9K
ko

[0027]  a. ARt IEE AT BEGEREC & Y06 Uk 2 T

[0028]
NH,
S NP

ICls - 3H,0 N \Ir/ N / N
1 o ~~_OH e / CH,CI)\CH5OH, reflux | @\N NH
2o reflux KPFg, RT | 2

=

[0020]  Aff¥s/ ™/ (CNEE) 5 IrCl, « 3H,0 7% 2- L4 HE SEERUK BITR AT
(3 1 1, v/v) FIER A 18-24 /NI, 15 B ) — S A0 (7)1 55 AR JE S kAT AE ) 4 — S0 o
HREERNRAEN (2 1 1, v/v) FEE 3-6 /N, ARG IS SRR B S IR B FE 1-3 /T
I » e VA, B 13 0 R AR I M VR i, B3 3 B e v R S o

[0030]  b. Ak BHHEH I S AL REGN KR T & VA

[0031]  ELAREH 75 b IR AL B i A A8 L S8 B IR R 5 60-90 C i A it 1 22 5
VS ION IERERR Z B, A6 AH R T nAABiRE 2-3 /it o K43 B AR A& 3 kAT HhoE,
H A Atk sk, ¥ A3 B B9 UTTE NI ERER AN £ B VR A3 W 5 50-80 °C I it 10-24 /)
I, ¥ 43 B VR G i AT Hh I8 I R S ki, RS B FL S AL KR T

[0032]  c. Ak BHE HE (9 R] AR A0 A5 R B 6L R R B B 5 ) A A — AR A L e oKk - o)
RPREUTT
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[0033]
\ /—
o
Qﬁ A O‘-C-—N/A\\/A\SL;;\\ \\& PFe [| Qo
N @ | == R\ 2 N~ 0 Si-g"™
~ Nz o I c-NTY

Ir\ N\ | @\N N~ H o\

PFe’ c- Si.
| 6 NI NH, THF, 80j2 | P //C H/\/d 0\
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[0034] A4 7 o5 T WoOGYE B B R RIC &9 5 5 IR N 2k — A IS b e T
SRR 80-100°C R W 24-72 /NI, P45 B AL & PRk bt 5 — AR 9ROk 7~ 7E DU Sk
M RS, FIRAHE 10-24 /NN, H S e BB 0k 2 R B b B BRI S W ek e A e SR
Pk = A RS, RIAF 21 F3R v H A4 g B e m] 8 7 FLAK — A ik

[0035] 2 T SH 4 BRAR AR BH LR YA, T T8 G H AR S ek — 20 U BH A R B 1)
BARTTE . BRSSP BT e , 40 M Rl fR 5250 o H X 26 S it 9] AN B a4 2 B
[0036]  SEZjfsl 1 ZEE ] 4K B S A

[0037]  a)5— fifZE —1, 10— ARG Ib ) il 4%

[0038]  TE[AJELEHE TN 5g 1, 10— SBAEMSIRIK A4, DN 30m1 HRAm BV A 2R i 14830
N 16ml RAHAHTR , ARG TEAT L B IR EFAE 160-170°C, M [RIGAL 2 /NI o J W 58 58, AT LA
HIZR R, 2 JE R R N UK K IR EE R 10 % I S 8 AL VR pH R D 3. BT HEI
TEYIIE N =), #hyE, FIEKEFFE L . 15 58 (88% ) kA lE 1A, GC-MS (EI-m/
z) RRAE 225, Fig(E :225. 2,

[0039]  b)5- 2 Jk —1, 10— ZBIEMEHK (apt) [IH4

[0040]  #£1.0g 5-fifdk —1, 10— SBIEME MRS AAAE 30ml JL/K ZBEHT, A 0. 2g 5% Pd/C &
5, ER YT TR 70°C, ARG ZR A 10m] JE/K LFES 10ml KA RS, I
SN Bho [N 58 G, Ve H) A E L, i RS Pd/C AL, ] CBEVEREUR . K IE s £
KRG LTE, V10, B HE S CL T A, Sh, T8, 19 3 Gl 1A (0.67g,76% ) o 'H NMR (400MHz,
CDC1,)9. 21(d, 1H),8.95(d, 1H), 8. 28 (d, LH) , 7. 99 (d, 1H) , 7. 66 (dd, 1H) , 7. 52 (dd, 1H) ,
6.9(s,1H),4.3(s,2H) »

[0041]  ¢) ECEH 1 ([Tr (dfppy),apt] PRy ) Il

[0042]
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[0043] 1 Ir(dfppy).,apt] PF,

[0044]  FREL 2-(2' ,4" — Z9 2R3 ) MERE 3. 3mmol, IrCl, « 3H,01. 4mmol T NI HT, /il
%J—Zﬂﬁlﬁﬁﬁm%m%C321wwlmﬂ%@ﬁbﬁlﬁ%i@L%¢ﬁEﬁ
W R AR R VA E) 2 = AR S DTE IR, I K OB R Bk, 15 2 AR R Bk
WAL EY .

[0045]  FREUEK — Sk 0. 15mmol Fi1 5— 235 —1, 10— ABIEMEME (apt) 0. 375mmol ff A
B N, BN 15ml CH,CL, MTFFEERTRAET (2 0 1, v/v), BB HE Rl . 3-5 /b
N, B 22 =00 IO 5 5 M B /S U RN (KPRy) , KSR PEL 1 /NI i, DS HE 25 A 2
F), A FE AR IR S T4 10ml (19 CH,CL, ", A B 15 25, VB TR R e 75 [ 2=

R TR AR AL Z AT (2T kE / ) 7 BAS R . 774 67% . 'H NMR (400MHz,
CDC1,) : 6 =6.98(s,4H), 7. 05-7. 12 (m, 3H) , 7. 48=7. 51 (t, 1H) , 7. 70~7. 73 (m, 1H) , 7. 79 (d,

1H) , 7. 93-7. 99 (m, 4H) , 8. 21 (d, 1H) , 8. 26 (d, 2H) , 8. 42 (d, 1H) MS (Maldi~tof) [m/z] : I ik
{ :768. 435 (M-PF,) , FLEAY :767. 775 (M-PFy)
[0046]  d) A& 2 ([Tr (ppy) ,apt] PR) W& LSRG 1 AR .

[0047]
P
éé\
[0048] 2 [Ir(ppy).apt] PR,

[0049] = % 71 %. 'H NMR(400MHz, CDCl,) : 6 = 6.91-6. 94 (m,4H) , 6. 97-7. 05 (m,
4H) , 7. 09 (s, 1H) , 7. 42-7. 45 (t, 2H) , 7, 68-7. 73 (m, 2H) , 7. 84-7. 88 (t, 2H) , 7. 90-7. 93 (¢,
2H), 8. 12(d, 1H) , 8. 22 (d, 2H) , 8. 37 (d, 1H) , 8. 39 (d, 1H) ;MS Maldi-tof) [m/z] : W X 1 :
696. 516 (M-PF,) , FLiS{H :695. 813 (M-PF,) »

[0050]  e) A5 3([1r (tha),apt] PRy) W& A S EY 1 M.
[0051]

o X
PFs Il
Ir/
RN
N NH»
! o
2

[0052] 3 [Ir(thq),apt] PF,
[0053] 7*# 63%. 'H NMR(400MHz, CDC1,) : 8 = 6. 35 (s, 2H),6. 85 (s, 1H) ,6. 92 (d, 2H) ,
7.17-7.21(m,4H) , 7. 37-7. 41 (t, 2H) , 7. 54-7. 59 (m, 4H) , 7. 77-7. 87 (m, 4H) , 7. 98-8. 07 (m,
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4H),8.31(d, 1H),8. 71(d, IH) ;MS Maldi-tof) [m/z] :808. 375 M-PF,), ¥ it 1A :
807. 986 (M-PF,) »

[0054]  SEjifsl] 2  HA AW s AG R B RO G ] Y8 L A AR GKR - () i &

[0055]  HL A& 1 7S ot ik VR B I A A S SR A A R A S T, 80 °C M A 22 v VRV
T IO\ IERE R B8, ZEAH FIVE A F At 2-3 /NI o K15 2 TR A i A T ik, F
Al K PVE, K A BT MBI R AN 41 (1 ¢ 12, v/v) WITRE A, 60°C hnHuiif it
B, ¥ 45 B (IR -GSO T Hh I8 I ) Z PRI 19 B0 B e AR BI h A- L = A gl Kok,
EEMERIE , K42 4E 70-100nm, FLE2Z5 4 3nm 245 .

[0056]  HEKIC G5 R AW IR NI — RIS AE VUSRI 80°C M. 3 K, #4453 2 [ 4K
BCEttle 5 Fk — A A Kok 75 DY SR RS, iR HE 24 /D, TR B 5
LPEFEARIER: EEKBC AR R SRR N 5 = SRR, RIS 2] BB mT i A FLah
K ZAA IR, RiARAE T0-100nm, FLARZY24 2-3nm /Ay

[0057]  SEZjiff] 3 AKBCA PRI RS — 7] WOGIEINR (FUE 20 u M S — & P
W B H 2m] Bl A Tt te e iy, 2 BNAS EL A& 4k - m] WIS, Wik 1a.
[0058]  Sjifhl] 4 AKELA M ZEOCRFHOCIEIE B E 20 u M G — R FRE R,
FE 2ml FLA VIS T 7O, 0 Bl 5Ot R G K, 1l 2a.

[0059]  SEJff 5 : & WAk — A AIE AN KR K2R 40 — W] WIS IR <AL E 0. Smg/
ml RIS Al — AT G KR KV, AL B 2ml LA W0 v T2 e He L, 4331
RECE YIRS - AT WR OGS, Wik 1b,

[0060] S5 6 A M)A A — SARARE G KR (1) 56 R S G I <& 0. 5mg/ml (]
e & W At B A RE AN KR 1 /KL BB 2ml RS-0V T 9¢ ' EL G LR, 43 S 0 73 i
EYRIBCRSOEE K, i 2b,

[0061]  SEjlfdl] 7 LA A A — AR ARG KON 1) 40 i A5 S 5

[0062] KA 1ml 40 M b5 7 AL ) 2mg LG4 244k — S8 AUREGKRRL -, WA 2mg/m1 o
B 100 0 L #0225 AT i I 1100 0 g/ml o 23 EX 2m1 5009 & 41 i 8 /Nit Js H PBS 2%
MRIE VRGN Y 3-5 UK, A 405nm AR 48 AL SRR g, 7 A%, IR EERE R (A
FA AR GKOR 7 B R 40 M 2 0 M, 43 AT 70 40 M 5 X Bk

[0063]  SEjfifs] 8 [ ALt S ALRELN KR T MR S

[0064]  HUGTZCHA K A 5988 40 ffg USTMG B2 FirE 96 FLAN Mz 7l b (1 X 10° N4 / £L)
1E 5% C0,, 3TCFIFH 24 /Mo LA S ALEEGIKR - (1001 1/ fL, & 1% HEPES)
437 EL 50, 100, 150, 200 b g/ml (R BN B SL 50 A 40 farh o 457 1% HEPES ) MEM 35 5%
= (100w 1/ 4L) AR A At . AMAE 5% CO37 CTHIRELIFH 24 /I fa, B fL
A 101 1 MTT (Bmg/ml) , 7E 5% CO,37 CF i E 4 /NN o SR EEFLINA 10% SDS (100 1 1/
L), ERRFE 12 /M. HZIhBEREFRIY Tecan Infinite M200 Jl5E 690nm 7 K T kR
55 AL 0D570 (WROBHE )

[0065]  $%LA T 2 A vH 40 M A K AT 5

[oo66]  4HfEAFiGEE (%) = (SERIARWOLEFIME / A A RKROEEEF5ME ) X 100,
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