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Abstract

The effect of six different -diketones or aromatic carboxylic acids as the first ligands on the syn-
thesis of Ternary Europium Complexes by using waterbath was investigated. The structures of
Ternary Europium Complexes were characterized by UV-vis spectrometry, FT-IR, ICP and molecu-
lar fluorescence spectra respectively to calculate product purity. The luminescent properties were
analyzed and the yields were compared. The process of Eu(TTA)3(TPPO). was optimized from the
aspects of synthesis method and conditions. The results show that Eu(TTA);(TPPO), was the best
rare earth europium complex. In terms of process optimization, the efficiency of microwave-assisted
method was higher than that of water bath method and ultrasonic method. The optimal process
conditions were as follows: microwave irradiation reaction time 20 min, microwave power 200 W,
material solid-liquid ratio 1:15. Under the optimized conditions, the yield was 68.63%.
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W, SR AR RSN . FT-IR. ICP. 4 FIObbEX = nl & WEMRTRIE, HE>
SHRE, SHTRObMERE, HEBTTE. HMEBIERMFA R X Eu(TTA);(TPPO) AT TEMiL. 4R
FHY: Eu(TTA)s;(TPPO) REPBREM LM EY: TEMATTH, BEMBAREIENRER T KBE
BB BT ZH&ME: MRS R F20 min, #ETIFE200W, EBEEH1:15, K4
THI™=968.63%.
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1. 51§

i LB AP RO CBOCI G RAE AL DY Ak DM %2 2, Weissman & IR L BC &4
N e B SRR RIE HLECHR, TTHIDE AM ORI AR 98 J6[1], TEJREUR G BOBME LS
W RFE 5 T [2] 48 B A AR KRR R B . M5 1228 A P T oA — A s

Wi LB ROCEA W s RIGEEE I R[3], HAFRR 4f T4 ue T ROt
. SENEAREE, 7T LB FERIMXIRICREUN RO SRIIENE, &ALk R H L
AR T R RIS e B A i 5 A e R O 1B, AERC S B A RIFIAEYERE[4]. HlC AP 2
— BRI RI5], BB FARE RS EAOR XK, HROGHREELr . GalifEm. haEfase tEare),
SRMTE RO AR, AR BT =0 L& m s 0 - B0 AR, M58 BEok
DG RIEG, FEOCIGT], $Em2 M 1 RO fE 3 BAR S B — AR I 45 M [8], WUk F & E i
PRTT LSRRG & P RO MERE o ITAT A SR [9N N IE R YT VK 2-ME Wy Rk — S PN R 9 28 — B MR ) 4%
Eu(TTA)3(TPPO), —JCAL &4 i BEFSE[10]R X R R & il 1 B FI B/ ks LA . &
e bR B- T2 AN 5 — 28 R A B BCAR[11] o p-—WAZREC G40 A AR M m R JG B, (HAESEFR R 20
VP2 2 BIBRE 7, 4 arH T ECA PRI I T RR R ZE[12], 4 T 2 FEmr K S in i, Frilh 73k
PERESE AP WSO S ARRC &, W RANRI S — oA . 45 v R A A R S ARSLIR DL =K
SEEN T R, EFRER p- BRI AT & RIS AW NS — Ik, Xt Eu* R & ikt
AR ZMA . RARIDEE DT A6E DT 2 T 2SS IRAES, XA B 560 & Ptk
ITEEINE . TR ICTERE S E

2. MBI 5E%
2.1. MRS

kL KGRI TEE): 5= B ER (R AR AR =3I E B Hral): =R ER (L
HE) AR A 2-MEWy Bt = SN ( rat): LR e AR AR LBE IR (I HT4E): K HAL2A R (L

DOI: 10.12677/ssc.2020.81001 2 & AL ZER I


https://doi.org/10.12677/ssc.2020.81001
http://creativecommons.org/licenses/by/4.0/

i %

TVE RN P B GE(thral): BRSO IRA R SRR R( M al): Bl oM IR =5
RHPR(IHr2l):  EHERER A T T s KRR T 2E): T ARZRSEM R IR A F]: R
A (tRgiat). L2 uGRA R A A .

W7 S HTEE): BUHGR A2k =R rat): TR PE Bl TR A IR 7 5
TR CBE(Or AT al): BN RS KRR

22. FEERE

HOR AR ML A8 07-HWS-2: BUMCRHENIABR AR EXCEL AL RN R4 :  EHgIETRAX
PR R BABR A 3404 iE{ BRUKER TENSOR-27 FT-IR . f#[E Bruker A #]; K4t
HRETE UV-2450: HARBEAF; 7 FRAGIE F-4600 Bl: HAHAR; =HEILIH ZF-6
B REEHEARA R BRVEREX T4 DGG-9140A: ARG LRI A WA T AR
&% RE-3000: ¥R AUALER) s B A BE DAL IK-100: & B % e se HUbtilE A IRA 7

3. EWFIE
3.1 HBIHEAMNAR

DA L4658 T (BU*) AR LI B 7, f- A S BT BRI —Tiifk, =Kk
BN IR, BT R S o A SRIG SR FH KR 2 i 2-PaE sy FR B = SR BR(TTA). R H
Pt 1 6t (DBM) KR (SA) LIt A i (Hacac) . X VRZK IR (PBrBA). 2K TR (BA) /S AL & 104 AN [F]
()28 —FCAR AT & S5 o

311 HIEE TTANGEKEY

RIEGEAER: 2-MEmy L = 0N IR = 2KIE508 = 1:3:2 f9BE/R L, K 0.3331 g 2-Memy B Ik = 4 A i
H10.2782 g = HIEMET 8 mL LK ZWE. FREX 0.1833 g EuCly6H,0 AT 2 mL Jo/k 2%, FEmE 1T +E
PRIZEAET, A FIRVEEW . N 2.0 mol/L M)A B (MY pH £ 6~7), 65°C/KIBHiHEIN# 4 h
Ja, #E 100, WIRIDE, FH OEERIZEEK D BT IR[3]. BJGTRONTERE 28 KAX, 60°CHh 32 115 30
orep, FiHE.

3.1.2. HI&%& DBM NHEE &
FBEAH: B S REEME = 1:3:1 IEEREL[13)HH 5, VERAFREN 0.3365 g — 7 Yk
YAl 0.1627 g =I5B, 0.1832 g EuCly-6H,0, HAh#EE(ER 3.1.1.

3.1.3. HI®E SANBEEY
IRGAEA: KR = REEAWE = 1:3:2 BE/REC[3]ITE, #)HL 0.2071 g /KRN 0.2781 g — 2K
FL4E B, 0.1835 g EuCly6H,0, HAh#EE{ER 3.1.1.

3.1.4. #I&& Hacac MBEELEH

RS AR —ORERSEE = 1:3:1 BUBE /R LL[14]1H 5, FREX 0.1627 g = RIEEABEE T 8 mL
ToK CHE, EEEANE 0.154 mL, $FES2), FREX 0.1832 g EuCly:6H,0 ¥+ 2 mL B/K 48, HAh#
fETA] 3.1.1,

3.1.5. $I%&4& PBrBA HItHEL &4
A AHRIEHFTR: = 2RIEAE = 1:3:2 MBS R LU [A5]TH5E, HERIAREL 0.3014 g X 2 FH R A
0.2785 g = KFL4 (M, 0.1833 g EUCIy6H,0, HAM#EEMER] 3.1.1.
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3.1.6. HI&ES BAKE S
RS R IR: = ORESUBE = 1:3:2 9B /R EL[14]1H 5, FREX 0.3366 g 4% HIER A 0.2783 g =K
F4 B, 0.1863 g EUCIy-6H,0, JHAt#fER 3.1.1.

4. ik

TR SIS T K GERERTHE, WRETIROK, HCRASE & . il A P SCHR[16] [17], KR I/KAGERT B
FHE P AV v S AT S B, o ) & B8R S SRR R AS s DA N I G B R 11 Eu(TTA)s(TPPO), A
H AR ERIC & %t S5 7 AT AL .

4.1. RN FEMEENR D

FRMBEAAR: 2-EWy M =R =B = 1:3:2 MBS RELIHE, TREC=E A0 RS, 2 BISR F /K
W DO A B AR R R AT S
4.1.1. KB =E

B = FEAE T 10 mL Tk A, Biks% 3.1.1,

4.1.2. {BEEBIE
BIRA BN, BE AR NS, Pk 1h 3 65 CHEAKE, FaEER 3.1.1,

4.1.3. WUBSHBhE

KR A WA = O RRPORHBNRA, AR A EE, B RS, BIEHK,
FTIFRE 14, KR T e AUAS IR, AN 200 Wy K 5 min, FEHTTFRL RSt RNAE
ik, RERGAEEER, WFRKER, »&. FE83EER 3.1.1.

4.2. BERARRNRME

ik 4.1 SLRA R E G NI, SZTETIER . B ONTE . RNR LS R R
SER . A5 3 E B EU(TTA)(TPPO), ) fefd: 4 A

5. RAEFFE
5.1. &5 - A IR i

5 UV/-2450 485143 G BE TS0k 7 R TR e AT 05T, I 45 0 PR -
5.2. ZI5hkiE

KH BRUKER TENSOR-27 FT-IR 2 fi BLH-2L AN HEAC S FIC SV 1 B se B A &5 it 17 % e . 7
4000~400 cm *JEE Y, I KBr 55 50 E ik S S 204Nt o T4 IV E K2 B 228, /KR 2L
AT

6. ZXMEEMETE

K F H AL F-4600 BT 5 M6, F4f Bl 4 (4 /5 R C A5 4078 005 7 (1 x 207 mol/L) 200~800 nm
YA PSS, 0TAC A IR 5 ' 5 BE AT A

7. OB BMETE
R P14 72 /R BR Elan DRC-e AL AUBHE & S B TR0, WUAEREM P R & ik
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8. GRS
8.1 LR
8.11 WEIH

e LIRIEE J5 B W ve A A S, PRE, KRR I AS B RRR DURSE BER B 101 THSE

EuCly-6H,0 [IEER ™ &

&S

M. *M ...
#Hu H—uu ><]-(:)0%

K U I o * 366.41

H2e 1 nTdn, 55—moRoh 2-WEmy i = S S R (TTA) R, 460 AP0 s .

Table 1. Preparation of europium complex

# 1 TES—ERFHEHEAINER

)

o AN 7 E(g) e (%)
TTA 0.5183 75.35
DBM 0.3383 61.35

SA 0.3658 65.05
Hacac 0.1042 28.55
PBrBA 0.2703 41.19
BA 0.1090 19.94

8.1.2. FSh - A ARG

E AN TR A 1) 6 £ 7S B P 72 07 P (L x 107 mol/L) 8 4 - m LIRS i n ] 1.
K 1(a) 5 3CHR[A8T T ik AR TR . BC A0 5 i T S A S5 R R 7], £ 200~600 nm yE N A =

ANMBEORW I, HTTA A4 269 nm IS .

FiC A S BE A IAE MBI A BRI, RV T n~n

Fo nem BRGE . TERL AR ANR SO b, Btk TPPO (RN F2 B BE &40 5 T 2%, AR AE 290 nm PR U4
fiA2 & 343 nm, KRGS T HC SRR, RV AR EL A R IIEHEIA &R o IE S 5 5 — i
RN, VLRSI R Bk B 5 B AR R TR WA R U 0 RE Y SO UE WIS AR 5 A R T TR T B A
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Figure 1. UV-Vis absorption spectra of the complexes with TTA (a).
DBM (b). SA (c). Hacac (d). PBrBA (e) and BA (f)

E 1. BE&PPE—BIEDFIA TTA (a), DBM (b). SA (c). Hacac (d).
PBrBA (e)#1 BA (f)BY 5551 - 7T I IRUL 1B E

1(b). ¥ 1(c)~ Bl L(d)AFAEE SCHR[L91 AT G AR AR e e, o3 Sl s — 2R IR FR G . /K
TR I A B — O AR o) BBE S P R SR A SO 1 o WA 2303 D 348 313, 344 nm,  HRAL T ARG BT 7R UK
B, (EMTE 1) mit k.

Bl 1(e)s P 1(F) 20 il 7o VAR 2 R P 4 HH I g 55 — T A 1) e & P PR 46 NSO 1 . #87E 238 nm
BRI, 1< 1(e)7E 344 nm A — UM,

8.1.3. £LSMIRWIHTE
Ficl 45 0 PR T A/ T A A PR A 0 AR A P4 AR U MR A U ) S AN )
W 2, BAEMIL NSOGB SR T 5 SCHR[18]—FEMI & .. E MBS HTTA & 2 NIRRT
R B, FEUTHEMY IR C=0 2Ny 1656 cm ™ BT, FEir AL Stk 3 ) = 90 3 /) C=0 A 1620 cm ™ i .
PRI AST FR AR 45 415 S W AE T BRUBE &0 5 70 20 #1611 cm L, 1632 ecm 2. 1629 cm 1. 1637 cm . 1590
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Figure 2. FT-IR spectra of the complexes with TTA (a), DBM (b), SA (c), Hacac (d), PBrBA (e) and BA (f)
2. BEAMHE—FIES 35 TTA (a). DBM (b). SA (c). Hacac (d). PBrBA (e)F1 BA (f)HILISMIK
BB E
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i %

cm™. 1707 em't, FREERIIR KR AR, MBS, UM BRI A . BAS M C=C
XA T 1535 cmy 1548 cm . 1485 cm . 1439 cmt. 1541 cmt, 1548 cm™t, SECAIATAHELER. O
4 TPPO [1] P=0 {454 H 1190 cm ™ fE > HIZLF2 % 1173 em ', 1161 cm ' 1157 cm ™. 1188 cm ™',
1169 cmt. 1166 cm LFHiE, [FEASFIRESYITE 540 cm AT ES L T Eu-O [ZEIR SIS, 5
SRR 7 54 B TR Bl S ITE 3450 om ! LA — AN IR RS FRAFIRIL, -OH [z N F 7 K&
FALEE, XLLPIM R T S5 ECA HTTAL TPPO KA T AL,

8.1.4. WHRKIESH

T P R MR RSO A RO, PR R0, AR5 1B S R AS 5 L A
RIS, RS [8] .

FHAS [ e A2 81 46 B /S RS & 0 76 S0007 P (1 x 107* mol/L) 200~800 nm i Bl 9 9% % 6t F o

BH 1] 3 SRS 1 T 0, SRR G A5 5 TC A P10 58 6ot i 38 LABC A4 (158 5 04y 3, 610 %2 620 nm
(R 5HE, 8T EU ) SDo—'F, ABMZIRE, KL tut, Rt Eu(I)E 7 RFE R Sk, o
JE B2 WO IR BERIRE R, 7E 1A EU I TE6 RS, L *Do—Fy BRIT AN 5 % 3 BE f50 # [20], 2 B Eu(ll)
L B I RO R o

HARMAEMHAGLE 400nm 4 — %2R, R Eu(TTA)(TPPO), FIMR IS IEAE I TE - A N
616.2 nm, H I KU MTAR 5 SCER[3] 35 AR TR . FRC & 4 00 & 56 63 il LA HE 616 nm & 506 A X
5R, RUAMAEK = ESRYS BV R STRES *Do ICELE LT, ANAEAE PG, AR .

FH 26 R SIS T 401, 200~300 nm f5E Bl N H A Eu(TTA)s(TPPO), f7A{E 88 58 s e g . H MR T

400 nm Zr A5 (U AE .
700 —- 7000 —
00 ] a(EM) 6000 _] a(EX)
—~ i S 5000 —
5 ® 3 ]
© b 8
= w0 | %- 4000 —|
S . 2 4
[0] —]
§ 300 — 2 3000 )
£ 200 ] 2000 —
100 _— 1000 —|
o -
' I T I T I T I T | I ! I ! I T [ T ]
200 300 400 500 600 700 200 300 400 500 600 700
wavelength(nm) wavelength(nm)
(@
- 0 —
700 — ]
E 700 —
600 —| b(EM) i b(EX)
4 _ 600 —]
— 500 — =
> 4 © 500 —
S S
8 400
= Z w0
@ 300 | S
5 5w
£ 200 = 200 _]
100 — 100 —|
0 — 0 -
-100 T T T T T T T T T ] -100 T T T T T T T T T ]
200 300 400 500 600 700 200 300 400 500 600 700
wavelength(nm) wavelength(nm)

(b)

DOI: 10.12677/ssc.2020.81001 11 & AL ZER I


https://doi.org/10.12677/ssc.2020.81001

v e
Bk %
300 — 350 —]
b c(EM) ] c(EX)
250 | 300 —
= 1 S 250
f_“; 200 — Q, B
-é- B %\ 200 —
v 150 — -
S 4 & 150
X0} 2
c
£ 100 = 1
100 —
50 — 0 ]
0 — 0 —
T I I T I T I T | T I T I T I T I T 1
200 300 400 500 600 700 200 300 400 500 600 700
wavelength(nm) wavelength(nm)
©
500 — 500 —
4o d(EM) 400 | _d(EX)
B S w0
~ — 5 300 —
g g
2 T = <
D 0 2
c — T 200 -
£ £
£ 1 = 1
100 — 100 —
[} 0 —
T I T I T I T I T ] T I T [ T I ' [ ' 1
200 300 400 500 600 700 200 300 400 500 600 700
wavelength(nm) wavelength(nm)
(d)
500 — 500 —
400 — e(EM) 400 — e(EX)
-~ i S i
S 300 S 300 —
8 =
2 T ] .
2 200 - o 200 —
2 £
£ T .
100 —| 100
0 0 —
T I I T I T I T 1 T [ T I T [ T [ T 1
200 300 400 500 600 700 200 300 400 500 600 700
wavelength(nm) wavelength(nm)
(®
5000 — 5000 —
. f(EM) ] fEX)
4000 — —~ 4000 —
— ] ]
> 1 S
© X 3000 —
< 3000 2
5 P
[ [0} 2000
S 2000 —| = —
£ - .
1000 — 1000 —
0 0
T T T T T T T T ] T I T I T I T I T ]
200 300 400 500 600 700 200 300 400 500 600 700
wavelength(nm) wavelength(nm)

®

Figure 3. Fluorescence spectra of the complexes with TTA (a), DBM (b), SA (c), Hacac (d), PBrBA (e) and BA (f)
& 3. BAMPE—EMASRIHA TTA (). DBM (b). SA(c). Hacac (d). PBrBA (e)F1 BA (AU IEE
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8.15. &R
gE4 EIRIPR T4 A, AKIEEHI I ASNFEC &9, L 2-MEN) FEE = 4070 B R 25 — e AR 1) 45 1) =
JEHCEY) EU(TTA)(TPPO),, KRIGYERERRAF, WICHE R K.

8.2. Eu(TTA)s(TPPO), By ICP-MS 434

FREX 0.1141 g #E s A, DAFRIMREEN 0. 1. 5. 10, 15, 20 ppb.
BRI AR y = 135.649X + 1517.61 (R? = 0.999584), ll75 Eu & &N 115.57 g/kg.
IR 2,

Table 2. Element concentration in Eu(TTA)3(TPPO),
52 2. Eu(TTA)s(TPPO), PRI T EIRE

Eu(TTA)(TPPO), SEbR HigSE LEPURTT ]

Eu T# 11.56% 12.00% 3.6%

8.3. BEMHER

8.3.1. REIF AR
MRE A Q) THEYCR, gRuE 3.

Table 3. Effect of reaction method on yield
3. R A ERAIFM

AR Kitvik R (B e8rN
JS2 N ] 4h 1h 20 min
2K (%) 75.35 67.57 65.31

i EIRE, BIABBERAENCR ERAR, (S BAEIRICRMZEAKR, BN B, B
BOVEII IR 20 238t AR T HARPIRR. T LA SER AR &1 R R EE ) 4507 20 s A B ik o

8.3.2. BERFIEAFI

B R AT AL, FEKIE, A, MR, LRSI EY) Eu(TTA)(TPPO),, 1HJZ /™%
H 65.31%. N T il H = EE 1 LED ROGARL, XU ThZ . RNET R RHE L AT R R S .
DA% S 6 2 s R LIRS R G2, R F B2 R h 3 (52, OA YR S8 AN 25 R T FE R 3 %
I o

(1) &

B T SO [] 9 20 min, B LA 1:25. FREX 0.0366 g EUCl;-6H,0+ 0.0667 g 2-MEmy L — 56 A
fid. 0.0557 g —ZRFABET 5 mL /KO, TEREIHFEIIZAET, 0 2.0 mol/L FIESEALANIA R,
P pH % 6~7, 4rJI7E 100 W, 150 W, 200 W. 250 W FRET RN . RN EEHRE, BHTICRTE, W
T 4

Table 4. Effect of microwave power on the yield of Eu(TTA)3(TPPO),
4. WK IhERIT Eu(TTA)s(TPPO), SR A2

ik T2 (W) 100 150 200 250
EU(TTA)s(TPPO), T % (%) 36.86 54.17 65.31 39.39
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farey
=¥

I

BT

TEB D% 200 W I, BCEPINCRIE R R, 4 65.31%, #fE 200 W /i3 SN .

(2) KA

BB I N T 29 200 W, RBHEEE N 1:25. il & AR F PVR-A R IF] 6.2.1, 43 %I7E 10 min, 15 min.
20 min. 25 min. 30 min FHEAT . ZERAR

Table 5. Effect of microwave time on the yield of Eu(TTA)3(TPPO),
= 5. WUKETEIRT Eu(TTA)s(TPPO), YR B ME

TR B 1] (min) 10 15 20 25
Eu(TTA)3(TPPO), i % (%) 53.08 50.18 65.31 43.08

B R 5 HdlE nr 45, YSCEe B A 1) (R) S DT g . £ 20 min R 50 2 B K AE 65.31%, N fE R N
WIS BEER MRSk, P RIFEE T M. SONEE RN, Gk N EE 4, (HARER R [
M, SMRAMRARIRN, 1&RF=2 .

(3) B tL

T i [ N Ty 262k 200 W, BFIE] R 20 min. FREA] 6.2.1 15584, 20l T 1015, 1:20. 1:25,
1:30. 1:50 /KL%, I pH, 7E 20 min 2F FHEAT . 4540 -

Table 6. Effect of feed-to-liquid ratio on the yield of Eu(TTA)3(TPPO),
52 6. RHEEEXT Eu(TTA)3(TPPO), YT =AY S48

R 1:15 1:20 1:25 1:30 1:50
Eu(TTA)s(TPPO), 1% (%) 68.63 37.04 65.31 25.69 1.09

N3 6 s, FERNREEY 1:15 I, BRI F i, N 68.63%, ZJabEE MM EREM, WxT
B, TR & OB R EA R TOENTH . SRR BN T 115 I, WEIUTCIRRIERE S, O IR /N
BHBLE .

8.3.3. 458

SRS, SRR RSB R N S BL 54 BEu(TTA)(TPPO), I fE T2 N i
LS TE] 20 min, ThE 200 W, BHE L 1:15. fESLRBZAE T Eu(TTA)s(TPPO), IR iT ik 68.63%, ULl
I FEMARG R & vk, HAERR /D GERRARBUSCR M, £/ - E VLR &2 R AR
Hil &N, BA—E .

9. &t

(1) B KR & R R R, Eu(TTA)(TPPO), =& m . Bt MERELr, 4R EW
EU(TTA)(TPPO), AL &7 & 4 i BIF 78 T 75 -

(2) BHITE . R KIBiEBhH % EUu(TTA)s(TPPO), K GH KL, B/KER, Wit EA
FERTHL . FEREAR. PR @B, £l BEu(TTA)(TPPO), KA EHI B B ik

(3) BRI VEEAT T SRR L B Tha . ISR ] = R R s ae Al B TS
BN IE] 20 min, ThEE 200 W, EHEEE 1:15. 773K 68.63%. BT 75.35%(1 /=2, R FEK T
7%, FHBENAERCN R 2 —

e HE

WL A8 i 586 = AR 75 10 H (YB201845).
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