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Preparation of phosphorescent iridium(III)-based material
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J A Q1B A 8= Flrpic (Iridium(I)bis[2-(2',4'- difluorophenyl )- pyridinato-N,C*]picolinate)
3 BA43lE ppy HUE FERE 7|EoR Fl= oldF IFFEo] MITHASY Flpicd
G- WFAo] AFko]EF(sky blue)dd Holil 53] &T] 3| A(shoulder peak)7} wH-$- A A
T2 yatol AAE @ & Hole Aol o
o17]e]  Flrpic®] ppy Bt= FF2E I3 FMelpic  (Iridium(I)bis[2-(2',4'-
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(1) 2-(2,4-difluorophenyl)-4-methylpyridine ¥4 (ligand)
2-H 2 & 4.9 € 3] 2] T (10mmmol), 2,4-U1 &5 2 =¥ d B £4H2,4-difluorophenylboronic

acid)(12mmol), P(Ph);, Z2l& oFAlH ©] E(0.25mmol), K,CO3(50ml)S- dimethoxyethane®l] 3
Aol Aag AASUA oF 18AEE el WA FEAe o Lol
O|EEZ o] gdlo] FE3laL, o]E EI} NaClE A H3QTH A7 29ES AYTFHFE &
g AAR F AP FReelsg gelow Agets A Ay A=vtEY
& AAEte] dA 4SS A T JAFEAM A7 A {2t FFES AU
=

(2) (F:Meppy):Ir(I-CDHIr(F:Meppy): T4 (Ir-dimer)

2-o F Aol |k (100ml)el & 7FAES FYstH 3023 ankgk Fof o] F Rl
sho] =2 & 2 g} o] =43} = (Iridiumchloride hydrochloride hydrate)(4mmol)2} 2-(2,4-
difluorophenyl)-4-methylpyridine(10mmol)S YL 12A]3F FF AAZ S| A 71EstH 1
Wit A7 A3Eel HCle H7bekal o33k 5 HCIH &, #leES ol&she] AlH
SFATH AT EA A A Hxsle] olglF tholw AstES At

(3) Iridium(I)bis[2-(2',4'- difluorophenyl )-4-methylpyridinato-N,C*'|picolinate) 373

1. 2-o EAlo ek (60ml)ell AAS F9lste] wwket & olg]F tholw 2H&lE(Immol)}
3] = U2 (picolinic acid)(Smmol)S ¥ il, ¥7]E 2N K,CO;20ml)S #H 715kt A4 7]
oA 48X 7bs<E Tk ste wkekgit A7) Admel B HUbeta oAg & EE 9
g3ate] AFsdn AFeBolA 347+ A= Ax6te] FMelpics HAth
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2. THF(terahydrofuran)(60ml)°]l HAE FJste] wykst & olgji tvholw sl
(Immol)¥} 3] =¥ 2 (picolinic acid)(Smmol)S 2L, F7] =2 Ag(OCOCF;)(2mmol)S #7135+
oh A4 g7l A 10417 7FEEtAA wRkEGith 7] AoEe] ES H7bstal o
3k 5 BS o]gdte] MHEUT. A B 3AF AL HFES] FMelrpics AU
=3

(4) 259 E o &

Holl A Axst 7 AHS 295 o] &3] HEESSI
27 9 EE

L 259 9%

I 1LOA Heole A Zo] 25uE ARES A3 AT v A 8 SHAA
PFEE B U Ak AFD)dA e HEEY AU s A FFEA g wE
Aol @5 = AAS Belvh T3k AF2) o 2AEB)ANA HE-SESQ IiClet Ir-dimerd]
Lo gk &=t wlg wr] wEed L3t felE A &2 vHbgEe] A S
FHA AT T-EsiteR 9] ol 5 S &olatA FoEZA HIEo] wol YA FHES &
2= 011’4-

T T.

£ 1. 74 AF AN & s}

Step Ultrasound Temperature Time Conversion Selectivity Yield
(0 (hr) (%) (%) (%)

1 Yes 70C 12 80.1 98.32 78.75
1 No 70C 18 79.8 94.81 75.65
2 Yes 175C 12 79.66 84.32 67.17
2 No 175C 12 65.66 76.82 43.48
3 | Yes Ag TH§ 175C 12 79.51 93.71 74.50
3 No Ag W& 175T 12 63.06 93.69 59.08
3 No | K.COuH& 175T 12 26.51 97.83 25.93

2. AR Q)A WHEE B[SO e IF

AF2)NA HEsE=Z AFE5 = IrCLe ligand & °]& $EH|E 1:2(IrCls : F2Meppy).©|
. BAA SR ligand®] ME FVRAAETT ASES Fleted 2ouets dEEE
Aohes AEe HAdoh AA vl A CLe 7HA o] w9 Fol & ASES oA
ligand A FS S3lA LS F 7] Wl d&ES Fol7] #8 7324 ligand
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F& STPAITIIClE A wbe ado]l Wi Y Figure 1AM & 42 3%l n
FoMeppy)oll whe #1343t dezel Wets Wi o5 HAHst & F e 21& 2%
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Figure 1. Influence of n (IrCls / F:Meppy) in step 2

4E
712l Flpicd] ppydlIt=E 71X FMelrpic(Iridium(I)bis[2-(2',4'- difluorophenyl )
4-methyl pyridinato-N,C™"|picolinate) S A et HH3old &3S EAAA 7Ewge
W AIZE R FES v Rt 2500 JFo R whgE9 olFo] folFAaL i
AHgel Fob A WhGAIZES: @SH AL o] FES AT & AL gQla Bt
T3 AAQR)NA W= HE n (IICly / FaMeppy)oll whe A k&3 Hde=o] WHals
Aura gkge] HA 2ds 3ok
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