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[0070]  EfAtth, BRDIRS309, 782 AR SR EL T, K ik SUR IS R AR AL A ) L B
(I1D) RS HBE R R S AN TR G )G, AT 38 4l s B, 43 B 45 31 0057 5] e Bk
(ITT) FLA 0 o AR I B SE A8 280 LA RSS2 R P SRR S K ik XU Mg
A BR (T1T) AR RN B RRR 5 A MUA TR & 5 47 38 e B, o, 798
WERRER 55Kk (T11) AR RICIE AgCLYTIE » Bk (TT1) — JRARIEAT IR SR , I 55 XU 15| ik
BCARYVR G ) RS AL (T11) BHES T 5 59 4b , RIS AEPF, B B 7 5 XU I Wk (TTT) A2 i)
BT (TT1) BLA 4 o F R AR S ARG R B A5 B 1k Bk 20 23w S8 A, A8 9% 2 o (R 9 S 97 37
P

[0071] 7 —uLsijta oo , BT I 55 — Fefil s B 25 B4 < 73R & 925 ~90°C I 38 {4
ARG TR 5 B0 . 5~ 100N o AR B SIZ il 5145 it 38 O3 P o B AR b & 9 A (TTT) 2%
RIS R R 5 B WA TR & G A IR 25 ~90 CHI 58 RIS MR T, 0.5~
100/ N o 75— LSt 451 1, BT i U S| FC AR AL A4 BT 8K (TTT) - SRARRFTIR 7S Sl B IR
R EEIREE 1 (0.45~0.5) = (0.9~1) o A BH b SJ it 5] 388 a5 3 )3 42 XS Mg D P A 44
EW TR ER (TTT) SRR RFTIA 7S U BR AR I BC LL , LA K s LIl R0 I 87 B [, 92> Bl
YIRS, B B BUSCE , B ARy B FR Al

[0072]  fE—Lesijfild, Fridsk (IT1) S ikEk A
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[0073]

. | HIED

: \N/ e N\
S/ NS % O'

R STt 9K F 1R 3K e (TTT) — SR AR I BB 65 -5 007 15| DR L A4 b & 9 R 7S S B BR AR E A L
WA, RETE RO RS (TT1) FEE4.

[0074]  7E—uEsuj b, TR B ALA R FEM & ok 8P k. "ok e
P AE— 2 BARSZHEG R , BTk & 2 ATk = S SR AT S 2B SRR 5 B
R R AR R 2 HE A (1~10) = (1~10) o A B 52 it 451 5% FH R B AN — S 2 e = U e —
A OB 2 D —Fh2H B A WL ), AMEFRER T BTl MR PR B ARt &4 B (TTT) 54k
7S ST R R ARV 77 v P 9 e 1, g EL BB 8 1R TS VR 05, A R T SR 4y 2 1) S B 7R 45
PR BRI AR (TTT) B & & BBCER

[0075]  #E—SE B ARSEB R, 7R BB AR RS R B U |
WAL A A BT IR (TTT) SRR AN BT I 7S S R AR 11 BE /R A1 : (0.45~0.5) « (0.9~
D), ¥ B ik SR IR EC AR AL &9 8K (TTD) SRR RS HEBEIRIR S B & Lkt =&
H e & LB 2 b — M i A MLV TR & 05, TR 25 ~90 C 1 28 — AR 3SR R
R )OS0 . 5~100/N, 73 B 45 210U g Wk ak (TT1) B &4

[0076] S AS J W 3R St 41 5 AR AR 75 48 Hb Bl AR U EE RN AR, DA S A R B 512
Jit 51 U W W B (TTT) BB S 1) 2% 7 v R 3 20 1 e S0 3 R R, LTl i 2 A 5 it 451
2 I IR R T %

[0077]  SEjstifs1
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[0078]  —Fh U SEma| WA (TTT) Be &4 Ir- 111 & i :

o+
Q£ |
= Ng [
N oL, \ = _
/ \Ir( I "N NV
7 \N/ cl N\ \NH \/ HN~Z

[0079] Q L [ chiorotoluene /\ \/

N o @ ﬁLI:éFOe;CI{“)& Ir dimer 1 I %\N
;;:\\Agé)Flzm,z-dichloroethane //\Im/\\

[0080]  ZEZEVTLRY T, BT M5 WM EA (100mg , 0. 75mmo1) FIALAE (62ul,0.90mmol) ¥ -G

KSR (20mL) L I\ =SB (68uL,0.75mmol) , ) RVR-A TR INF A 110°C T #4E6h. TLC

SPREER R, A S P VR R I Y 8 2 0, TIN5 7 Rk S 0 ) o PR P P ATV R 1) e B A 2R

FEIRAREEBEFE2h, SR 5B I IR G W B R S I\ &R R AR, 2R R, 4y

EANUAR, AH R AR & Be 22 =, B IEAHLZ A MUK B — IR, LK R BR AT

W, L YR, A R IRARVE ) FRE AT B ATV A A5 54mg o 5 BT 45 B (14 X5 W] o E A4 Ry R

54mg (0.15mmol) 4% (I11) % fkIr dimer 1(0.075mmol,81mg) A/~ MERE4R (0. 15mmol ,

38mg) fEH AL, 2- & 2K N1 LIfAA & (R RAR v20ml) A1, 80 CHit#E2h Bl v 45 34 H kr 7~

W, FRE AR E MR 4L, SR e B G0 e A IE O e BE 45 A5 XU R M ek (111D e & 4908 K

Ir-1, 7723 N58% (87mg) o HX- I 2 B 117 5 ¥ 1 B B 1w

[0081] XU SEMIMEAR (111) Be &40 A T - LK A% REBUHE AN s 4 9 R vt B 4n s

[0082]  'H NMR (400MHz,CD,CN) 89.21 (s,2H) ,8.68 (d,J=7.9Hz,2H) ,8.44 (d,]=6.4Hz,

2H) ,8.04(d,J=7.8Hz,2H) ,7.93(d,J=8.2Hz,2H) ,7.85-7.73 (m,4H) ,7.62 (t,]=7.6Hz,

2H) ,7.56(d,J=7.8Hz,2H) ,7.02(t,]J=6.6Hz,2H) ,6.96 (s,2H) ,6.88 (t,]=7.6Hz,2H) ,

6.75(t,J=7.4Hz,2H) ,6.54-6.45 (m,2H) ,6.19 (d,]=6.9Hz,2H) ,6.09 (dt,]=4.0,2.4Hz,

2H) . b 2P s o

[0083]  "’C NMR (101MHz,CD,CN) 6167.9,161.0,151.8,151.7,148.0,145.4,141.5,139.5,

135.9,132.9,131.9,131.7,131.1,128.1,126.1,126.0,126.0,124.2,123.6,122.9,

120.6,120.5,112. 7. tnp B 3w

[0084]  "F NMR (376MHz,CD,CN) 6-70.38 (d,J=7.5Hz,6F) . Wnfff B 4Ff 7R

[0085]  *'P NMR (162MHz,CD,CN) 8 (-130.05) - (-156.22) (m,P) . {IPH E5HT 7R o

[0086]  HRMS (ESI) caled for C,.H,,IrN,[M-PF,]":861.2312,found 861.2334. Wit Fl6

TNo

[0087]  SEjifs)2

[0088]  — X SRMGIMREK (TTD) BC &0 1r- 200 6 i«

\
|

1) POCl3, 110 °C,

17
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[0089]

\ / ik
W
Irdlmer2

1) MeOH/1,2-dichloroethane
2) AgPFg

[0090] B S it 5] 1 i 45 1) i) X0 S g | o Eﬂﬁi*ﬁiﬁMmg(O.wmmol)\%(III):%@‘U dimer
2(0.075mmol ,96mg) A N F L 4R (0. 15mmol , 38mg) AEREEAIL, 2- “E ke N1 1K &R
(AR N20mL) H, 80 C it FE2h BRI AT 18 2 B ki =4, FIRERAT EATIR gk, 48 J5 F & HF e
FIIE O fe B 45 AR A5 S U M|k ek (11D BL &P K 1r-2, 722 947% (78mg) »

[0091] XL SFMEIWEEK (T11) BEA W L r - 2000 R B0 A i 40 T B F

[0092]  'H NMR (400MHz,CD,CN) 89.27 (s, 2H) ,8.67 (dd,]J=6.5,3.5Hz,2H) ,8.55(d,J=
7.9Hz,2H) ,8.21(d,J=6.4Hz,2H) ,8.10(d,J=8.1Hz,2H) ,7.95(d,]=7.9Hz,2H) ,7.86
(dd,J=6.5,3.2Hz,2H) ,7.76-7.66 (m,7H) ,7.52 (t,]=7.7Hz,2H) ,7.35(d,]=6.4Hz,2H) ,
7.01(t,J=7.6Hz,2H) ,6.89(s,2H) ,6.78 (t,J=7.4Hz,2H) ,6.48(s,2H) ,6.41(d,]J=
7.5Hz,2H) ,6.18-6.07 (m,2H) .

[0093]  '°C NMR (101MHz,CD,CN) 8168.3,159.4,150.5,149.8,145.7,141.7,140.4,137.1,
134.9,132.5,131.9,131.2,131.1,130.8,130.5,128.9,127.8,127.4,126.6,126.2,
125.3,124.9,122.9,121.8,121.8,120.0,112.4.

[0094]  *'P NMR (162MHz ,CD,CN) 6 (-129.60) - (-156.01) (m,P) ."’F NMR (376MHz ,CD,CN) §-
70.42(d,J=7.6Hz ,6F) .

[0095]  HRMS (ESI) caled for C, H, IrN,[M-PF,]":961.2625,found 961.2625.

[0096]  sizjiffsl3

[0097]  —FhXUAMIMEAK (TTT) LA Tr- 310 & 1 :

[0098]

1) MeOH/1,2-dichloroethane
2) AgPFg

[0099] & B St S92 1 J7 L3 AT , AR B2 K5 M E R AR (11D Rk e lr dimer
3, il 24 Tr- 311 7= 22 y31% (56mg) -

[0100]  XUSEMSIWEER (TTT) AL &40 - 3K AL REH 48 Al v 20 R B s 2 s

[0101]  'H NMR (400MHZ,CD3CN) 69.43(s,2H) ,8.54(d,J=7.9Hz,2H) ,8.47(d,J=6.3Hz,
2H) ,7.85(d,J=8.0Hz,2H) ,7.75-7.68 (m,8H) ,7.57 (d,J=8.4Hz,4H) ,7.51-7.45 (m,4H) ,
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7.38(d,J=6.5Hz,2H) ,7.25-7.19 (n,4H) ,7.11 (d,J=8.3Hz,2H) ,7.01 (d,J=8.3Hz,2H) ,
6.54 (s,2H) ,6.45(s,2H) ,5.84 (d,J=4.1Hz,2H) .

[0102]  "’C NMR (101MHz,CD,CN) 6160.8,144.2,141.0,139.1,137.8,135.2,133.5,133 .4,
132.8,132.0,131.7,131.6,130.8,130.4,129.6,127.2,127.1,126.7,126.5,126.0,
126.0,125.5,125.2,124.2,122.2,121.0,120.1,118.3,112.4.

[0103]  *'P NMR (162MHz,CD,CN) 8 (-130.06) - (-156.23) (m,P) ."°F NMR (376MHz,CD,CN) &-
70.39(d,J=7.5MHz,6F) .

[0104]  HRMS (ESI) caled for Cy,H,,IrN,[M-PF,]":1061.2938,found 1061.2941.

[0105]  sijitifl4

[0106] —WWEW%%@WE%WHAWA&-

: :\j ! O Q +PF*
\/N\ /C| ~~~~ - / 8

[0107] O HN

S N
\NH
Ir dimer 4

) MeOH/1,2-dichloroethane

Pkt

/\

2 herrs
[o108] 2 MRSt 58 (I 20 T ikl AT, AR R B A5 B AR (TTD — R AR R Tr dimer
4, fill# Tr- 4975 445 % (96mg)

(01091 WLUSRMIMEAK (TTT) e A5 Tr - A0 A% 5500 R0 7o 40 3% B A

[0110]  'H NMR (400MHz,CD,C1,) 89.24 (s, 2H) ,8.75(d, J=8.6Hz,2H) ,8.56 (dd,J=8.2,
3.3Hz,4H) ,8.23 (d,J=6.4Hz,2H) ,7.98 (t,J=7.3Hz,6H) ,7.75(dq,J=11.8,6.5Hz, 10H)
7.60-7.55 (m,4H) ,7.29-7.22 (m,6H) ,7.20-7.13 (m,6H) ,7.05 (s, 2H) ,6.88(d,J=2.2Hz,
2H) ,6.77 (s,2H) ,6.40(dd,J=4.1,2.2Hz,2H) .

[01111  C NMR (101MHz,CD,C1,) 6167.9,160.3,152.5,151.1,144.9,141.8,141.7,
140.5,139.5,137.6,135.0,132.7,131.8,131.5,130.8,129.7,128.1,127.4,126.9,
126.5,126.5,125.7,125.5,124.3,124.0,122.3,122.2,121.0,120.8,120.6,113.6,
110.5.

[0112]  *'P NMR (162MHz,CD,C1,) 8 (-130.05) - (-156.22) (m,P) ."’F NMR (376MHz,CD,C1,) 8-
70.80(d,J=7.6Hz,6F) .

[0113]  HRMS (ESI) caled for CgH, IrN,[M-PF,]":1291.3782,found 1291.3793.

[0114]  sEjfsl5

[0115]  — UMK (TT1) Bl &40 Tr- 510 £ pl
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SN 7S
. N.
\ /N\lr/C’\Ir/ N
J 7 e\

[0116]

—A Irdimer5 /~=

S/ NS

1) MeOH/1,2-dichloroethane
2) AgPFg

Ir-5
(01171 F&IRSC S B2 B T3 IR HEAT , AR, K35 B AR (11T R AEH M T r dimer
5, fill % Tr -5 72 2996 (44mg)
[0118]  XUSM5IWAk (1T T) e &40 T - B A R A A e 7 kSR 2000
[0119]  'H NMR (400MHz,CD,C1,) 89.09 (s,2H) ,8.70(d,J=7.9Hz,2H) ,8.12(d,J=7.9Hz,
2H) ,8.08(d,J=5.8Hz,2H) ,7.79 (t,J=7.6Hz,2H) ,7.67 (dt,]=15.0,7.8Hz,5H) ,7.58 (d,
J=8.0Hz,2H) ,7.34(d,J=4.8Hz,2H) ,7.24(s,2H) ,6.83 (ddd,J=7.4,6.0,1.4Hz,2H) ,
6.69 (s,2H) ,6.30(dt,J=4.5,2.4Hz,2H) ,6.04 (d,J=4.8Hz,2H) .
[0120]  '°C NMR (101MHz,CD,C1,) 6163.9,160.4,151.0,150.9,146.9,140.9,139.6,
137.4,135.6,131.7,131.4,131.2,131.1,128.3,126.0,125.5,123.0,121.3,121.2,
119.2,113.3.°'P NMR (162MHz,CD,C1,) 6 (-129.87) - (-156.19) (m,P) .
[01211  "F NMR (376MHz,CD,C1,) 6-74.46 (d,J=7.5Hz ,6F) .
[0122]  HRMS (ESI) caled for C,,H, IrN,S,[M-PF,]":873.1441,found 873.1440.
[0123]  sKfifsl6
[0124]  — Bl MWK (TTT) Bl &40 Tr- 61 & B

(1 Os
6
L \Ir/ /
[0125] / \ y
Irdlmer6 O' O N/ \N O
1) MeOH/1,2-dichloroethane - //\ /\ \ -
2) AgPFg i

[0126] 44 & St S92 1) T L AT, AR B2 M5 M E R AR (TTD) Rk Ir dimer
6, fill & I -6 7™ % 966 % (104mg) .

[0127]  URMEIMEER (TT1) B &1 - 61 A% WG B s A i 70 9 i B4 4 R -

[0128]  'H NMR (400MHz,CD,C1,) 89.39 (d, J=5.2Hz,2H) ,8.96 (s,2H) ,8.72(d,J=7.9Hz,
2H) ,8.57(d,J=5.3Hz,2H) ,8.35(dd,J=12.6,7.8Hz,4H) ,8.01 (d,J=7.9Hz,2H) ,7.83-
7.72 (m,10H) ,7.63-7.57 (m,4H) ,7.44 (dd,]=10.6,2.8Hz,5H) ,7.28-7.21 (m,4H) ,7.00 (t,
J=7.6Hz,2H) ,6.95(s,2H) ,6.84 (t,J=7.6Hz,3H) ,6.17 (s,3H) ,6.03 (d,J=3.8Hz,2H) ,
5.97(d,J=7.2Hz,2H) ,5.91 (d,J=7.4Hz,2H) .

[0129]1  '°C NMR (101MHz,CD,C1,) §160.6,158.5,157.4,151.4,151.3,149.9,143.2,
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141.5,141.4,141.0,138.1,136.4,135.8,135.2,134.2,131.5,131.3,130.4,130.1,
129.8,129.4,129.1,128.1,128.0,127.3,127.2,125.8,125.4,124.9,124.2,122.8,
122.4,122.4,121.9,120.6,119.9,112.9.”'P NVR (162MHz,CD,C1,) 6 (-129.82) - (-156.15)
(m,P) .

[0130]  'F NMR (376Mz,CD,C1,) 8-74.15(d,J=7.6Hz,6F) .

[0131]  HRMS (EST) caled for CgH,,IrN,[M-PF,]":909.2312,found 909.2327.

[0132]  sjifsl7

[0133]  — XM (TTT) Bl &40 Tr-TH & Bl

PFg

N N
NH \/ HN~/

Ir dimer 1 /l r\
e N N _
1) MeOH/1,2-dichloroethane /I “ \
2) AgPFg = =

Ir-7
[0135] 4% 0 S i 52 1) 20 T3 64T , A FIIR A2 S RS ML 0 e 55 N 2, 4- 0 -3- 20
WL, Z AR A5 B R (1D SRR I dimer 1,4 Ir-TH)/™ %951 % (85mg)
[0136]  XUMIMAR (111) &4 L - 7HOAZ R ES R s 2 3 S ol Bl an F
[0137]  'H NMR (400MHz,CDC1,) 88.55 (d,J=7.9Hz,2H) ,8.33-8.22 (m,2H) ,7.83-7.73 (m,
4H) ,7.69 (t,J=7.5Hz,2H) ,7.60(d,J=7.THz,2H) ,7.48 (t,J=7.5Hz,2H) ,7.39 (s, 2H) ,
7.34(d,J=7.2Hz,2H) ,7.16-7.05 (m,2H) ,6.66 (t,]="7.8Hz,2H) ,6.52 (t,]=7.4Hz,2H) ,
5.93(d,J=7.4Hz,2H) ,2.14 (q,J=7.5Hz,4H) ,1.81 (s,6H) ,1.77 (s,6H) ,0.95 (t,]=
7.5z, 6H) .
[0138]  '°C NMR (101MHz,CDC1,) 8168.3,161.9,150.4,149.7,149.0,143.1,141.1,138.1,
134.8,133.3,131.2,130.7,130.2,129.3,126.3,126.3,126.1,124.7,123.8,122.9,
121.6,119.1,118.8,17.6,14.7,12.0,11.9.
[0139]  *'P NMR (162MHz,CDC1,) 8 (-129.77) - (-156.18) (m,P) .""F NMR (376MHz,CDC1,) 8-
74.15(d,J=7.6Hz,6F) .
[0140]  HRMS (EST) caled for C, H, TN [M-PF,]":973.3564, found 973.3566.
(01411 BE—3P 1), 29 T YRR AR ) S 51 1 46 PO U W (LD S 5 R BE S, A
WSt 5 AT 1 PR RE I
[0142] i 451
[0143] A WU 51058 S A9 1 ~ 7 AT R XU G K (TTD) Bt A Tr- 1~ Te- 743 Sl4E
FP AT Z 5 S T B RIS BRI AU e ToglE (A) MRS R W R 1
Zi¥
[0144] F1

[0134]
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X B RO | BEIR TR R4
= J‘?jq L
75 A WL ¥ (abs, nm) e 0ge,, .
toluene (%) 593 12300 4.09
Ir-1 dlc@;j:ggine 589 32200 4.51
acetonitrile ( ZJF) 584 24900 4.40
toluene ( 1) 617 8200 3.91
il th
Ir-2 e _O;__‘L’r%eﬁine 598 17700 425
acetonitrile ( ZJiE) 597 14800 4,17
toluene (1) 614 8600 3.93
felil th
Ir-3 dic f;_fh’r%eﬁine 600 12600 4.10
acetonitrile ( Z &) 608 10500 4.02
01451 toluene ( FRZE) 601 1200 3.08
okl th
Ir-4 dlc( f%r%eﬁine 585 18800 427
acetonitrile ( ZJiE) 598 13700 4.14
toluene ( FRZE) 555 9700 3.99
ichl it
Ir-5 dic f%%j%ne 583 20300 431
seatanitrile ( ZJ2) 574 15000 4.18
toluene (T 4E) 552 6100 3.79
ichl it
Ir-6 dic f%%%ne 584 12000 4.08
acetonitrile ( Z.JE) 570 10000 4.00
toluene (1) 726 13700 4.14
Ir-7 dlc}li"%%?gine 701 25500 4.41
acetonitrile ( ZJiE) 701 23200 4.37

[0146] Sk, S5 1 R 7 1l45 0 X7 Mgk (T11) BLA 4 Ir- 181 1r-7 (10umol /L) 7E 4
FR e m PR R AL G B B B 7 BT s, O MgIek (TTT) FE &40 T -T2, 4- —HSE -3 - 2 Lk g
B N R A 32 = A NN 95 A Sl O VA A § AR i R S G = XA -
[0147]  Hy o Wit SR mT 0, AR 5 B 0 S 45 1 - 7 a1l 2% 0 BUm Ik (T1D ie & B A
SER Z AR, n] e AR IR A A S B, R i FOE R v i, IR KR B AL AR X, BE RO
AREUK (7F1525500em- 1) , fi RIS K AT 3k 23T 21 4P X 710nm , BRI U AT 3K #]900nm , 75 4
VI 22 AR R 22 SR ek B AR R 0 R T 5 o I HL , AR A BH S it 491 1) & 7 925 i FH DR 2%
Gy, T2, [ B R R, P23 i

[0148] DL b BT AR AR S B 1 5 e S it 49 1 6 5 5 AN FH CABR 1 A R B 5 FLAE A R BH () 6
R E U 2 Y BT AR AT AR 24 58 ) 35 8 RN 53k 5 , 349 7 25 70 AR & BH R AR B BBl 2 9
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i

1z I

150 130 110 90 80 70 60 50 40 30 20 10 0
5 (ppm)
K3
—+
PFe
]‘U lll -I'() -2’() -}'() -4’0 -5’() -(;1) -7‘0 -K’() -‘;l) -];)U »l'](b -lll() -]_‘H) -]‘M) -1'5() -];vi) -ll'v'l) -l;((b -]:)() -Zil) -3‘]()

& (ppm)

<4
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3/4 71

CN 113372392 B
vyt
25
R
i /A
—+
PFg
' ],:\() ' H’U g ‘)‘() : 7‘() 5‘() ? 3:) I’U : -l’() -3’() ' '\I() ' -7’0 ' »‘;0 ' _1']“ ' -l."l) : »]li() ' -]’7() g -IZ)U
& (ppm)
K5
861.2334
B —+
PFg
g /
N
\ / 859.2295
NH Ir HN 862.2350
N N
7
\ / \\ - 860.2322
Chemical Formula: C4gH35IrNg"
Exact Mass: 861.2312
863.2376
130.1592
cng 2422845 — . 18642400
121.0509 501.0936 635.2343 889.2624°97.~
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