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WLt 1 —FE 3 -FE -4 KPR
—55 18— —6 WECS WIS B R HER

R
(J"HIMEXFEFER EKR 541004)

BE GRTHRLI-FE-3-FE— (- XPREUKE-55 18—E—6 Y=TH
KESY . ATRAFTRERSHHLEAR Y RE (PMBP): (18C6), K ¥ RE=La~Lu,
Y. GBS, BER. RO EARETFERRESFEMEAYHTT RE.
X#RE Wt 1-FE-3-FEA-XFREMME -5 18-F-6 KLY &
i

RERLESERNEEESYWERRIRED, @R - —HETRERNTL=
TEERSWHRL R, (X Martynova ERET HLFH U= FHESE 18—HF—6, %3 18
— -6 WRIIEEY®. BEME - _HERIETFEA=TREY, $HEENEHNES
TREYHR, ATEMBLTRSEDRERER, I LTROERS BIRREH
PR, AXERT 1-FE-3—FE—(—XHBREMWE ~5 (HPMBP) X 18—H —6
(18C6) SHEIM=—TEHARSYHHRT HEARMER.

1 ZIeERS

1. 1 &%

RE (PMBP); « 2H,0: 2Bk (3) HEMEH LT RTINS FIE X AR,
18— —6: BRI R~ 6.

B BROLERIG A, AL BNTHROE.
L 2 (WBRBRAHFZ

BIERRKBESYWEE M HNO: 4 BRNL44/E F HNO, %, FEDTAE. C. H,
NEREM 1106 TR NBE . LIMEHRIK7E PE—580B LAY 34T, RAA
SETHIE W HE, 7E 4000~400cm ' P93I . H' NMR W& {3 ] EM— 390 BB B3tk B b3 ,
CDClL A%, T™MS PItR. RAOHE A X GRER—REXRMT N LE#T, ZEEK, HE 50
ZF/45, FBEE 10C/4. REFEGFEE VG—7070E DIRE RN L#T, BRET
RYHME, REEESELNK, UHBENKERE.
1. 3 KSYHSEK

¥ 0. 5mmol #J RE (PMBP); « 2H,0 }% 0. 6mmol 18—5E—6 4+ BB T 15mL TAKFEH,
HRBEBRBRSEEARTES, N SEFTMRER sh. HEHBEREZHA 2ml, A

1992—01— 03 ek



F10% Fiy BRI WL 1- X 3-FE——ETREHRN—55 18-S HEFBNIRRER 7]

2y 8ml BT HH . FERARY . MEHER, BWALEER, RENTHHELRE. B
H- SR, HEGERKAERNRARREBHECKRIN, REH#FT 2~3 K. SR,
#T. 60CTHEZTH 3h FEF P.Os THRFFRAE.
2 ER5iTRr
2. 1 EESHNER

RINMEBYHTRAFER . 1R | THRME SYWHHRY RE (PMBP); « (18C6),
THEMMELN 1. 1. BEEUAREXKREERRNTF.

*x1 RESHOTRIER"
RE (PMBP); (18C6) REY% c% H% N%
La 11. 36 (11. 25)  61. 67 (61.27) 5.01 (5.15) 7.13 (6.81)
Ce 11.41 (11.34)  61.77 (61.21) 5.03 (5.15) 7.35 (6.80)
Pr 11.15 (11.39)  60.61 (61.16) 4.94 (5.14) 6.97 (6.79)
Nd 11.23 (11.63)  60.90 (61.01) 5.21 (5.13) 6.74 (6.78)
Sm 11. 87 (12.07) 60.77 (60.71) 4.77 (5.11) 6.97 (6.74)
Eu 12.02 (12.17)  61.09 (60.61) 5.22 (5.10) 6.77 (6.73)
Gd 12.88 (12.55)  60.58 (60.38) 4.71 (5.08) 6.92 (6.71)
To 12.65 (12.66)  59.99 (60.27) 4.84 (5.07) 6.91 (6.70)
Dy 12.53 (12.91)  59.76 (60.12) 4.94 (5.06) 6.58 (6.68)
“Ho 13.42 (13.08)  60.28 (60.01) 4.84 (5.05) 7.11 (6. 67)
Er 13.40 (13.24)  60.53 (59.88) 4.60 (5.04) 6.97 (6.65)
Tm 13.30 (13.35)  59.96 (59.80) 4.86 (5.03) 7.02 (6.64)
Yb 14.46 (13.67)  59.44 (59.61) 4.60 (5.0 7.26 (6.62)
Lu 13.11 (13.76)  59.89 (59.52) 5.20 (5.01) 6.68 (6.61)
Y 7.54 (7.50) 63.75 (63.84)  5.27 (5.37) 7.45 (7.09)
» RS PNERHEE
*2 E#RESHOLIN A RBERE (om™)
e TEoo© TE na am
ws (C—0—C)  8—CH; ws (C=0) OH----OZ O—HIEH
18C6 1115 962, 950 - - —
HPMBP - - 1645 2605 —
La (PMBP); + 2H,0 - - 1608 - 3580, 1630
La (PMBP), (18C6) 1100 948 1608 — —
Nd (PMBP), (18C6) 1100 950 1609 - -
Gd (PMBP); (18C6) 1100 950 1608 — —
Ho (PMBP), (18C6) 1100 948 1606 - —

Lu (PMBP), (18C6) 1100 949 1608 - —

2. 2 ECEYEYLTIMES
FRE=ZTREYHLIEEAEL, XRURERLESYHHWRMANG. R2LTRER
B, F. BRI ARKROBIRSYHLMEFERE, R 2R, REVHLIK
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WEEHEGHLARRR. B La (1) RAYWIATURE. 5 BEBE 1115em™ HHE
HC—O—CRMKMERAN"EER=ZTCREYEMNER 1110em™, mMEFEHLE
15em™, XEBREE5TEM. B TRALERFERLIIFER, BRET C-0EBE, A
T EBAK C—O—-CRIAMREMB. 5H LWL 18C6 RS HE, IMUBER /N, XH
AREHLEANEARS. XTHEH T _HE5RIEFHEAERRER, BB T ISR
TEAER.

— RS 4 La (PMBP); » 2H,0 t, 7 3580cm™~! %% 1630cm ™ H}3f 4 5 & B H.0 #§ O—H
BEESHRNE®, M= TRAY P, WiRksIBBOEHN %, REEBHBALKS FER=7TE
&4, X5 Martynova FPHRENEBRRAFT AR =-SAAEB LR SYTHKI FER=T
AL SR S R AE .

5 B g1 HPMBP #ilb, =B EYF, BF HB 2605cm™ ML HPMBP H1ffj OH-+-+-0 &
RETRNET, RE (C=0 RXFMHERSIbLEH 5 BACAKN 1645cm™ (L B F] 1680cm ™'}k,
PSS AL 37em ™, XL RIREH PMBP FIRES 5T RLfL.

2. 3 ESPHBVEEIEE

RINMBKEFFP=THRESYWH H' NMR ¥, EFFEM=TREPF, La*", Y**,
Lt BA KRR BT, IREEET; Pt B, HOVAHERBME 4 B8F, NIRBEHE
F. Y, L REYEEH NMR ELEL. BRESYE, X LERERTM
3. 75ppm i B F| 3. 47ppm, FEHH BT 0. 28ppm, HEEF LR FEMLBHE L, RHTEE
&5 TR (L, PMBP R T M 2. 10ppm {$F) 1. 67ppm, [ =% % 3h 0. 43ppm, FEHF b
RFE BB . PMBP BB X TR ER T 12. ppm LM FREE=TREWPH K. La**
RAYTEARTFLROEBD, SRFLTRREFFRPMBP FRERFERESR, H
AHAHE, XAERBRF LTRAVAFTRRTF Y, WEREHHWENSE R, Pr* & Ev™t
BREUPFRTHAEMBEEEABS. EFLRFHHABD 6. 00~6.93ppm, 5.97~
7.45ppm, EIGEEABHEL, IHELEH THEE FEANER®. dBRFLTERER
PMBP FREFRTHTRARMEAMEALAGFS M THRAY, SARTFHH TR

HRAERTER HREMES.
%3 R RESHHE#IRER (ppm) ~
L&D LHRE—CH— H ¥ —CH, EXRT BERT
18C6 3.75 (sh., s.) - — —
HPMBP - 2.10 Gh., s.) 7.23~7.93 (m.) 12. 4
La (PMBP); (18C6)  3.48, 3.58 1.53, 1.73 6.93~7.98 (m.) —
Pr (PMBP), (18C6) — — 6. 00~6.93 (br., m.) —
Eu (PMBP), (18C6) — — 5.97~7.45 (br., m.) —

Ho (PMBP), (18C6) — — — -
Y (PMBP), (18C6) 3.47 (sh., s.) 1.67 (sh., s.) 7.00~7.88 (m.) —
Lu (PMBP), (18C6) 3.45 (sh., s.) 1.67 (sh., s.) 7.00~7.93 (m.) —
*sh. 42¥ (sharp) S. HZE (singlet) br. FiE (broad) m. Z£%£ (multiplet)
2.4 ECEHBHHRIT
P, F. BEf1t Nd, To, Tm HAK, MEHREYEZTSKHPHER—HEHZR. &
A AREYHRIFER. BR4TR, REVYHITREZEIR, BRESFBIBLELY,
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PMAERESERAEREER -, 200C 2R KER, XPURSYERETEK, X5%
ENWBRAMEENE R . 18C6 BT MRIBNIEN 184C, BREYTF, 1B4CERATH R
M #dg, Nd, Tb, Tm RS E—EIEs 7% 280, 278, 332C, 5 18C6 BB AR, £H

HEBHES 58,
x4 S othER
ey MR (C) b Eﬂ‘%?e‘;gzo*
18C6 “184. 230 99.7 100
Nd (PMBP), (18C6) 280, 316, 454, °514 85. 5 86. 4
To (PMBP), (18C6) 278, 318, 361, 382," 472 83. 8 85.1° *
Tm (PMBP); (18C6) 332, 398.° 468 83.5 84. 8

* B I * % TbO; i+
2. 5 EESHHREFRERE

% La, Nd, Ho, Lu UM =R &Y, HFRENEHWERFTHREFRLRHE (FAB
—MS), X5 WEAYHNFIERFBETFTREMEE. EMRLIESYHRAELAS FE T4,
{83 %# (RE (PMBP), (18C6))*i¥iE, X R M1+ EME SYHNISFEE 7. THEHAR, X
BHTH L -PMBP—HM = CEL S YW HFH . FAB—MS B, HH T ARMFLEEF (HO -
18C6)*, (H . 18C6)*, (CSHION*' AR I EBFERYHMERNLEEF (RE (G—2H)I*,
(RE (G—H).J*, (RE (G—H), - HPMBP)* %, X B R 5K T ML TRAE &4 FAB—
MS &R —F ., £ (RE (NO;); (18C6)] ) FAB—MS i, ZHEMEEF (RE (NOy) I H T2,

5

ESHFAB—MS TERFEFRAENERE"

® A M/Z (X EEX%)

B F La (PMBP); (18C6) Nd (PMBP); (18C6) Ho (PMBP); (18C6) Lu (PMBP); (18C6)
(C6H703)* 133 (5.28) 133 (15. 48) 133 (2.10) 133 (9.8D)
(C8HI04)+ 177 (0.79) 177 (3.42) 177 (10.65) 177 (2.47)
(H - 18C6)* 265 (3.96) 265 (22.52) 265 (2.79) 265 (2.71)
CHPMBP)+ 278 (1.06) 278 (4.32) 278 (0. 86) 278 (1.74)

(H.0 - 18C6)* 282 (14.13) 282 (70.11) 282 (14.78) 282 (10.54)
(RE (G—H);)** 321 (2.25) 326 (1.86) 347 (0. 44) 357 (1.48)
(RE (PMBP) (OH))* 433 (44.52) 438 (28.86) 459 (4.62) 469 (18. 06)
(RE (G—2H) (18CE))* 493 (1.59) 498 (1.59) 519 (0.20) 529 (3.05)
(RE (G—H) PMBP)* 507 (12.55) 512 (8.83) 533 (2.25) 543 (3.30)
(RE (G—H). - HPMBP)* 599 (1.19) 605 (0. 76) 625 (0. 66) 635 (0.87)
(RE (PMBP),)* 693 (99.74) 698 (100.00) 719 (22.04) 729 (36.69)
(RE (G—H)
(PMBP) (18C6)7* 771 (1.45) 776 (1.99) 797 (0.11) 807 (0. 85)
(RE (PMBP), - 18C6J* 958 (3.30) 963 (4.75) 984 (0.30) 993 (1.19)
(RE (PMBP);J* 972 (6.08) 976 (7.71) 997 (1.59) 1007 (13.47)
(RE (G—2H))* 229 (10.70) 234 (4.48) 255 (0.50) 265 (6. 50)

*G: HH

(G-H): HHAFEEZ—TRT

(G—2H). HMAFEEEART
MEIIMER T (RE (PMBP),)*. (RE (PMBP)'J*ETF, £l p—_HMBI EFEREHN
BfifER . X FHEARESY, (RE (PMBP)2)*, (RE (PMBP),) "SI EEH KT (RE
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(PMBP) - (18C6))*, RHIZ UM EYMBEHL - TR EWE, XTH5H L —PMBP £
BRENFAR=TESYBR KRN EE.

&5k

1 Biinzli J—C G, Wessner D. Rare Earth Complexes with Neutral Macrocyclic Ligands. Coord. Chem. Rev. , 1984,
60. 191.

2 Martynova T N, Korchkov V P, Nikulina L D. Rare Earth Pivaloyitrifluoace — tonate Adducts with Macrocyclic
Polyethers. Koord. Khim., 1985, 11 (9). 1196.

3 KR FFEF 1-XE-3-FE—FHREUUE-SHLIAEUNERTRE. NALY, 1983,

1 (1): 15.

RBHK, RKFH HiIEMESHHRCRSMAIEH. LEER, 1983, 41 (3). 198.

FAR, TXB- TRALLRES ORI M P 5K B, 1986, 7 (D). 18.

FE-BEF. TAMRLASWHLID @60, #m, ECKF L. ATHARM, 1991, 251.

RBK, BKFF ML 1-FE-3-FE 58— Hwm -5 B5YMNRMLIEE. BEER,

1984, (4. 210.

8 RHX, RBE. HHRE¥E. JLN. BELRM, 1989, 528

9 REH, REF¥. IRHFLILESGVHRFEFRIEN. NAALE, 1989, 6 (2. 30

Synthesis and Properties of the Complexes of
Rare Earth 1-Phenyl-3-Methyl-4-Benzoyl
-Pyrazolone-5 with 18-Crown-6 Ether

N OO o

Liang Fupei
(Department of Chemistry, Guangxi Normal University, Guilin)

Abstract New mixed ligand complexes of the rare earth 1-phenyl-3-methyl-4-benzoyl-pyrazolone-5
with 18-crown-6 ether have been synthesized. The composition of the complexes is RE (PMBP),
(18C6) (RE=La~Lu, Y). The complexes are characterized by IR spectra, H* NMR spectra,
thermoanalysis and fast atom bombardment mass spectra.

Key words rare earth, 1-phenyl-3-methyl-4-benzoyl-pyrazolone-5, 18-crown-6 ether, complex,
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