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Synthesis and Characterization of Iridium Complex: A Comprehensive
Chemistry Experiment
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Abstract: To enhance undergraduate students’ practical skills, this comprehensive experiment involves the
synthesis of an organometallic iridium complex through organic synthesis, followed by an investigation of its
photophysical properties. The experimental procedures encompass material synthesis, separation and purification,
structure and property characterization. This multifaceted experiment covers a broad range of topics and provides a
rich knowledge base. Our objective is to systematically develop students’ research skills, cultivate their understanding
of the structure-performance relationships in organic optoelectronic materials, and broaden their academic horizons.
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1.3 SERAAT S5
1.3.1 RAFI5EM

1,7- BB HE(98%) A AEN(60%) 3,6- i T ZEHME(BCz, 98%) VU T HIRILE(98%) HI 2K
(AR) HEALHH(95%) 2-FRFEMEME(98%) MEHE F: R FEBR I (Pybimi, 97%). K& =& ALHK(99%)~ 2-
LW LR (99%) /N TEEREN(99%) £1 I E#(60-90 °C, PE). IECKE(AR, Hex). & FFE(AR,
DCM). VUSRI T, THF). ZM5(AR, ACN). FE(AR, MeOH). EEEH(200-300H). &E
FEH(GF254) 1ES#R(10 mL). S48 S BAME . BO0E . EIR. EHEIEgR.

1.3.2 3%

P R R BH(S0 mL) 3R . BEAF(500 mL). #EIE (500 mL). BEH§e 1 PeHiFE. = (100 mL).
BRGABEE . AEM00mL) JEATAE BRI E . IR dhIE. Rk
RS HAXES A PR A A FAT104N) 7 ImFAdi # 25 (BB AV AR 5 % A BR A F]ZNCL-TS). ¥ /K 3
IR ( WA SHZ-TID) . e 78 RAL( L W2 A AL 28] RE-52A) A%l 33 I i A (4
[ Bruker Avance III HD 400 MHz). F42z0EE 40 B A (B 55 B 85  BR A 5] WFH-204B) ¥ i Bk
X (3£ E Thermo Scientific LTQ Orbitrap XL). 484N A] WL 436 Y6 B4 (H A< Shimadzu UV-3600). 7%
61 A% (32 [E PerkinElmer LS-55),
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1.41 HE{kPybimi-C7-Brif & ik

FREUEALEH(0.30 g, 12.50 mmol) T A B, Z IR R bR BRI N AR K B be
B AE VKIS A [ IR 220 °C, 3 AN TC/KTHF (10.00 mL)FE45 £ o FRE JE R e JE 28 K 2(0.35 g,
1.79 mmol)¥ f#110.00 mL THF, B /5 FES =N BRI, FRIIE S B 7E R 58 FE 10 2544 R I vt
15 min, 7] DL E2 31 5B P9 AR SR~ 4, IRBIVA TR TS B IR A . KRR, 7- IR B b
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(0.51 g, 1.97 mmol)— X PEJE N R K, [F] B A48 R T+ 2225 °CH 10 min o B )5 38 87 AR 290 °C,
(5] 98 S i 4 b B TS A 3 25 €6 15 (TLC) Ml e LR R HF R Vee = Voem = 12 1)o N 25 WG I
EEHMEEE . HHENEQERFIAVeE : Voom =3 @ DX PEYIHEAT 4> B3R 4045 B 5k i i i40.62 g,
FEENI3% . HHEILIR AL 2 B R4 . (a1 A Pybimi-C7-Brit) & i WL K4

DUk, 90 °C
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B SEHRE K
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E4 i E[4&Pybimi-C7-Bri¥ & 5254 nmE 5% FTLCARE R

1.4.2 FAC{EPybimi-C7-tBCzH] &

Pk & Pybimi-C7-Br (0.10 g, 0.29 mmol). 3,6- 4L T FEHEM0.10 g, 0.35 mmol)FIPU T He R4k 4%
(0.01 g, 0.03 mmol)I N KN, Z AR F B B R bR N 4 <. EHL15.00 mL 2R A B i e
M, PEREEORL A VAR . ARV EALER(0.07 g, 1.16 mmol)IAME T-5.00 mL/K T, A A VEST 284 A
FACEVERGEN B R B . R RIBEEZWITFE 110 °C, HEREIF I /B4 he a8 I TLC Wl 2 5
HARVRIF AN Ve : Voem =11 1) G G FAEJZ T BRI Ve © Voem = 3+ D)X =947 73
B, R4/ AOE AT AAR0.15 g, PR IN90%. H EAAPYbimi-C7-BCzH A A LIS
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SHCER RN, FRE2-FRFEBEME(1.00 g, 6.20 mmol)FI/K & =& 4b4K(1.09 g, 3.10 mmol)Ff i
NBEREM, BRI BB R A A <. &H15.00 mL 2-2 " LB ENB, it #ki2-2K
FENIEME TE AV R o BEHS.00 mL/KIE NBRIR, KA =GRS M . 11k RIE LT F 2150 °C,
PEFEEIR R 12 he RN R G MERNFRE R A, HIERBHAEZEZ K, TEHHFREHRA
AN . g, BT ERHEOEKLT70 g, PR N100%. FHF B KA R ILEG6.

1.4.4 SKEBVHER

FREBLARPybimi-C7-BCz (0.10 g, 0.18 mmol)FI & HF 2 4K(0.10 g, 0.09 mmol) T [HJE K, &
SARREBR R B P RS TEN2-4 ZFE 4 F#15.00 mL, i £E R 7R o Vi . K iR RIEE IR
Wi Z2150 °C,  [FIFR N6 he  HIAAH F TLCHS U e S EFE (R IF RN Vee - Voem=2: 1)s RIEE G,
Bk R A = . FREUKPFs (0.08 g, 0.45 mmol)¥A fif T-5.00 mL/K 1, 75 2 i i UV 5 281 N
B, H kLR 10 mine FEL L Vpom @ Viex = 12 2% P29 43 B H240, e 15 21 5% 4 [l
1£0.09 g, FEEN8A% . LSRG A = o HE S B B ARSI . BKIC SIS L LT
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2.1 1 [E4EPybimi-C7-Bri R IE 1R &L iR
] 4& Pybimi-C 7-BriZ # JL 4% &% L 1ES .
"H NMR (400 MHz, CDCls) 6 8.68 (d, J = 4.1 Hz, 1H), 8.40 (d, J= 8.0 Hz, 1H), 7.86 (d, J = 1.8 Hz,
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1H), 7.83 (dt, J = 6.2, 2.4 Hz, 1H), 7.45 (dd, J = 6.4, 1.8 Hz, 1H), 7.35-7.27 (m, 3H), 4.82 (t, J = 7.5 Hz,
2H), 3.37 (t, J = 6.8 Hz, 2H), 1.90-1.77 (m, 4H), 1.40-1.34 (m, 6H).
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2.2 FEAEPybimi-C7-tBCzi % HiIL IR S i HiE

t 8] 44 Pybimi-C7-rBCz#% i JL 3R A3 WL &9 .

'H NMR (400 MHz, CDCl3) 6 8.64 (dd, J = 4.8, 0.8 Hz, 1H), 8.41 (d, J= 8.0 Hz, 1H), 8.15 (d, J= 1.6
Hz, 2H), 7.89-7.87 (m, 1H), 7.80 (td, J = 9.5, 1.8 Hz, 1H), 7.54 (dd, J = 8.6, 1.9 Hz, 2H), 7.45-7.43 (m,
1H), 7.36-7.27 (m, 5H), 4.81 (t, J = 7.5, 2H), 4.23 (t, J= 7.1, 2H), 1.90—1.82 (m, 4H), 1.50—1.36 (m, 24H).
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2.3 WHRESYIHIZHIEIRE LR
BRI A RIS R A WL 10,
'H NMR (400 MHz, DMSO-ds) 6 8.57 (d, J = 8.3 Hz, 1H), 8.24-8.19 (m, 3H), 8.06 (d, J = 4.3 Hz,
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1H), 7.89 (d, J = 8.5 Hz, 1H), 7.77-7.68 (m, 5H), 7.41 (t, J = 8.1 Hz, 1H), 7.33 (dd, J = 8.6, 1.8 Hz, 2H),
7.26 (d, J = 8.6 Hz, 2H), 7.07 (t, J = 7.8 Hz, 2H), 7.02 (dd, J = 7.5, 1.0 Hz, 1H), 6.97-6.92 (m, 2H), 6.86
(d,J=13.56 Hz, 1H), 6.74 (d, J = 3.56 Hz, 1H), 6.32 (dd, J = 7.2, 2.0 Hz, 2H), 6.27 (d, J = 7.2 Hz, 1H), 4.89
(t, J= 6.6 Hz, 2H), 4.30-4.18 (m, 2H), 2.01-1.79 (m, 4H), 1.39 (s, 18H), 1.31-1.24 (m, 6H).
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2.4 HKEEVHESPIRE
BRI AW v o s LT .
HRMS {ESI, CsoHasIrN¢, (M)*}: m/z caled. 1083.3788; found: 1083.3784.

72-2#13 RT: 0.10 AV:1 NL: 2.06E5
T: FTMS + p ESIFull lock ms [200.0000-3000.0000]
1004 1083.37842

907
80
704

1089.30371

B3
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DL DY R 9 7 I EE ] 1.0 x 107> mol- L™ AR EC S ¥ W, NS ARISC & W) R Ah-m] W o' i
M 12707 LA S L B KA V7350 nm2 BT A YR AU, SR |l TG AR B e o VR ) - BRI
Gk 350 nm UG A7 E 55 (G, X0 i Ak A B ST VR B eSS PHL Y < B FC AR 1 i i 52 7
(‘MLCT). BT BRI g 572 ('LLCT), LLAOR -G 1 B A1 =235 4 8 B k1
fif e 8 CMLCT) = 2R A5 4 21 T 446 ) HLGF 3 7 CLLCT) 8 = 43S LA N )P - BRIT Tt Al
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N350nm, FFHIECK. & k. WA, 85, WERVEFI IR . WG E el FH,
1E CREAE NI I KB B YR SR = AN ER— AN JF 1, ) KIETE391 nm, AR ANIE 437 7E401
nmA1425 nm, JEI§EEFE438-460 nm. 5 KEA/E NIE TR &0 R B G IER =AM e R — N g i,
B RIETE403 nm, FH AWML BITE394 nmAI421 nm, JE W& FEl438-460 nm; DY Mk A A 7 751 )
BRI A W) R 38 61 B KU TE391 nme L MEAE ¥ 7 BRI & 90 R 5 Y61 — A B KU A — AN i 1,
B KUETE395 nm, JH IETEFEI400-425 nm.  HBEAE i 7R BC A 40 R 0 ik A = AN AT — AN 1,
BORUEAE391 nm, HAPANIES BIEE367 nmAl424 nm, JB &G FE438—460 nm. i KK SHgat, —4
L IE O #12 nm, 2 DUA MR L0254 nm. BRI i K 70 BBl P9 B 25 VA 7R R A ek 388 K, Wk
SHMSEPE, RELEEMMBRILBEE.
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] r ; L Hex
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I 0.4 | 04r
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mTRARE, T

WE13b) R, KK 480750 nm)i [ A AKEC &4 BIE I RON R SHEE B, R EK A
390 nm. o, IE CUBEAE I I AR EC A 0 R B K VI F 7E490-685 nm, A — AN KGR — AN JF 1%,
B KUETESS3 nm, JE U TS FI500-550 nm. — 50 H B AE 9 i I AL & 4 K 53 9% K5 FET7E 500-730 nm,
RKIETESS9 nm; VUSRI . O 0E . HEEAE RV, SKECE 90 R 5 K3 43 B 7E 500-720 nm.
540-750 nm. 530-750 nm, 5% KUESAITES66. 630, 628 nm. 7 KIEHE MRS, —S Wkt iE
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OB T 6nm, AR —&H A 7 7om, CFEHIUAMREEOR T 64nm. Fit, FEKEK
0 R P B TS AR R I R, OR S AT B LIRS IR, RIS RIR 2B A

R LR, BEEEFINESE R, MR KSR N RIS AR, EREKTERE N KR EAE,
WOR AW B RS R, X 5 SV BCAR N 1) FL A 5 R (ILCT) = A ok
2.7 HEAEVWHAIEN L

1] 14 (a) 9 4 4 1K T Bl P (360490 nm) B IR 75 470 78 AN (7] 7K 55 8 (0—90%) P 420 1k W ¥ Ak 1) 3 ke
W, PR N350 nm. B 15(a)s 5 2 % B I B R R 9 FE AR AL A . 45 A K 14(a) 5 KT 15(a)
AT LUE H, B 7K S & RN, BRGS0 I R O 5E BE R S5 PR AR TC & M0 I 1) 2 TR 4R T U K (ACQ) .
HEMIX — B ] B BT /K M A R AR M 3G K, 7 7= AR ILCT. Ak, BF3,6- BT ZEM
MR TP BR, B A B KS,6-— BUT SENEME BT R B, S M ab T e I FLAE P, S 30K
55 R 55
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g H
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3 | S5 280f
£ 1500 1?.’«:(;
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i I . I 160 |
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B15  SKAC&YFEAR FIK & B (0-90%)TU SR I R b i B AR L 3%

14(b) KK TE A (475-700 nm) BRI G P 7E A [F] 7K 25 5 (0-90%) VU Sk Al V4 Y 16 5 Ol
R, WK 390 nme B15(b)s2 5 2 ) B B KR 5 5 FE [ AR A e 35 18] . 456 K 14(b) 5 B 15(b)
AILLE H, BEEKS BRI, $REE YRR ER SR, PRI & YR A AIEM BT . HEW AT fe 2
TR N IR oK R AE, BRI TR B Hizsl, AR AT, KORG8 .

g BT, ERECA YRR OGERFEAE R A TE N BE A K S SN s, R ACQMERT: fE
Uk KV L A B A K S RGN K 5, R I ATEVE SR
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3 HHELHEEEHEM

AERE SRR (1 A AR AL AR S R 0 I SR

Rl ERH#BEREAR

HOEM B HFEN A I Ji 22
PRI SCERIABE . MBI « SRR e . WSI R FFURHET— A
P S tPAI A Pybimi-C7-Brif) & k. 246, FAE 123545
fic /& Pybimi-C7-BCz I & i~ #2406, FIE 123 i

ERIC SR i $R4l. RAT 12081

BRIC & W Ve 700 R8O P 58 A T IR R A SR AE 25

HRIC B WDV TR RORE P R SV R ALE 4

RIC G W B 5 R I P SRALE 6IRHS
WL A 4 BB AL T 58 BB gR—HN

3.1 RATW

URET AT S5 52 00 — B AR E2E T & RGO AT 55, 2 A R AR ge it A7 1, &
FEASZIG BT Ps S W BEA S BR AN 7 vk : SCHRAET ) 72 iy I e B . AR S R A i . TR AR
3 B UE. BRIV . KA R MNEEE . ZHILRBGESC WA R . 58
FRAE LR MMUT S5 e, 524 7 BRI AR S 06 N 25 1) 5t aTAT OS2 B0 &8, FEe i I #i s o
3.2 Fhsi

SIS # I R AN /N B 7 Rt AT oy 21, R A AR S A RSB R ATE I FR R AE 525 . &F
SN E W G, A T MR S I0 45 Rt AT vt , B9 G5 sC IR B, 15 Mg seie &5 L 2 A
Fo HE—RAE, AL BT TGN 1 &= eI AR Se BRI AT R . SIS AN T

(1) &R : $25E30 77 R 25 M BB L AD A ERRENZG &, $EsLI03EE, AT X R Bk R
KRR BRES) G, FHRERRS . RN R, SRR Gy B E R EE, Re4a
ER &R BreY. @A S SRR T R AR .

(2) PEFURAESLES: FLhEREL A M EAS R WLV A HR IR BN 1.0 < 107° mol- L™ AR, @ik 5 4h-AT
DLA3FEPE A D EAN (R B A3 IR WA ) IR TE & 0 W W 5 e SR o b ok, R BR AT 5420
HIATEM: 5, 75 B i SR B & R BE N 1.0 x 107> mol- L i PU S R ifg /7K R AR &8, Hrpk
EEDHINOY%. 10% 20%- 30%. 40%. 50%. 60%- 70%. 80%. 90%.

3.3 RELY

SEES SRR R, S AR TR N IRAS S IO HE A A5 R AT R T AL, B R e SIEG 45 SR 1) A A
%, TAAIBEKEC &Y 0 ST 50 I,  FEAR B AKL S P S5 M R ATE R OB R 2 (R K & . BE4h,
S TR LM I A 2] 1l R BT 6 X A S S TSI I8 B A B AR ) L, B AR DR I AR R .
3.4 HERFEM
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