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Table1l Crystallographic Data

a=23.021(15) A b=22.982(11)A c=23.519( 9HA
B=109.2704) F(000)=1527.00 p=11.28cm™' (Mo target)
symmetry classimonoclinic space group:C%:, ~-C2/¢
V=11764(10)(A)* R=0.0678 Rw=0.0619
duxp.=1.31g/(cm)’ deatea- =1.32g/(cm)’ Z=8
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Table 2 Fractional Coordinates and Anisotropic Thermal Parameters for

Nonhydrogen Atoms

atom X/A x10¢ ’ Y/Bx10* : Z/C x10* Ux10°
Eu 2179(1) 652( 1) 62¢ 1) 40(1)
04 1252(4) 1 731(4) 269( 4 ) 46(4)
05 2077(4) 1177¢ 4) -212(4) 54(4)
01 2360(4) 1436( 3) 7TIC4) 48( 4)
Os 2902¢4) -103) | -24(4) 53(4)
02 2538(4) ‘ 219( 3) 1034¢ 3) 46( 4)
03 17344 ~287(4) -85(4) A7(4)
N7 sy | 15760 4) -588(4) 12(5)
N8 | o1625(5) 188(4) | -1089(5) 50(5)
N 6 . 3583(4) | ~490(4)> - 103(4) 18(5)
C19 1307(5) ~581(5) | 140( 5 ) 10¢5)
N 4 615(5) 409( 4) ‘ 817(4) 45(5)
N 3 438¢5) . ~101(4) | 1022( 4) - 5005)
C58 | 008(6) 867(7) | —2085(6) 56(7)
C62 8237y | 1915(7) | -2226(6) 65( 7)
C63 e ‘ 133C7) | = 2516) 7008)
C57 | 1354C6) | 933(6) ,  —1454(6) 19C6)
C20 o 1082(6) | ~297(5) } 493(5) 39 6 )
c21 Co102206) | 331C6) | 49806 ) 38(6)
C29 - VT B 910¢6) | 971(6) 47¢6)
N1 boas4e(5) | 12205y | 2444( 5) 54(6)
C23 629( 6 ) : -1126(5) ‘ 973(5) 1006 )
C17 ; 3111( 7) } -122206) | 500 6) 58( 7)
C3 o 2283(6) | 1010¢5) ! 1637(5) 11€6)
C4 o 2438(6) 138(6) | 1493 6 ) 1206)
c21 Cotmocry | 18206 | 1269( 6 ) 510 7)
C 38  3305(§) | 11(5) ‘ ~299(5) 45(6 )
C30 | s526(6) 1745y | 760( 6 ) 56( 7)
N5 3998(5) ~343(5) ' ~698( 5) 57¢ 6 )
C6 2041(6) 1367(5) | 2616( 5) 480 6)
C 52 1783C6) 2103(5) | ~361(6) 50( 6 )
N2 2185(5) | 95(4) | 1994¢ 4) 18(5)
C22 72006) | -525(5) | 826(5) | 4106)
C5 224006 ) ; 948( 6 ) I 224506 ) ! 45( 6 )
C 2 I 2303( 6 ) 1492( 5) } 1278( 6 ) 43( 6 )
C28 | 49¢ 7) \ —~1374( 6 ) ' 813( 6) 530 7)
C18 1345( 6) ; -1203(5) I —-9(6) 53(6)
C15 1053(8) | —-2089(7) 1380( 6 ) T108)
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atom X/A %10 Y/Bx10* | - Z/Cx10* U x1o’
C55 . 1105¢ 7) 1996¢ 6 ) \ -1583(7) 54 7)
cn L 1194C6) 1654(6) | 2404(6) 53(6)
C18 | 8105(7) | —1790(6) | 2480 7) 68( 7)
ca 396006 | 208¢ 7) ~765(6) 52( 7)
C56 } 1140 6) 15156 ) ~1197¢6) 17C7)
C6l CIs7CT) ~5106) ~1330¢7) | 66( 7)
C 36 | 3377(6) 1052(5) | ~438(6) | 50(6)
1C 59 L9420 7) —2071C7) | ~2323¢7) L7008
C 54 | 1283(6) 255006) - -1322(6) |  56(7)
c10 | 1303 T) 2026( 6 ) 8ICT) 61(8)
c32 . —63(6) 1957¢7) 1298C7) L 83(8)
C33 C—19203) 1107¢7) | 1481C7) 73(8)
C 10 | 4365(6) 505(7) . -1083(g> 67¢ 7)
C26 479C 7)) ~2290C 6) 12:3(6) 71(8)
clt 29450 7) I S I 184107y | 74C8)
Cl L2 7) 2107(5) | 1498¢6) | 60C7)
car L —24(8) ~1064C7) | -028(7) 70(8)
cu L gerace) 548(12) ~862( 7) 17311
C16 i 2526( 7) ~1376(6) 2620(7) | T1CT)
C 19 | 3488(7) ~2197(6) 176( 6 ) 67¢ 7)
C 46 o 38306) ~1081(5) L -21006) | 51(6)
C9 L 18430 7) 2113(7) 3357(6) | 76(8)
c17 . 2431(6) | ~76706) | 2553( 6 ) 58( 7)
C 3l | LI RN 913(7) 1347¢ 7) 63 7)
C12 ISR $24(11) —1160¢9) 211(18)
Csl I 3943(7) | -1491(6) | —276(7) 70(8)
C53 | 1s85CT) 2013(6) ~714( 7) 58( 7)
Cs L 2199(8) 1804 7) 3579 7) 9509 )
Cli2 | 2580(6) ~500(5) 2087( 6 ) 1606 )
C37 L 3545(6) 477¢5) | ~524(6) 38(6)
C1s 27790 T) - 1696 7) 2279C7) | 7008)
C 50 | 3908(8) ~2065(6) ~83(7) 1 85(8)
c7 L 230008 151C6) | 3318( 6 ) 76(8)
C3l 2900 7) 1981C7) | 922(6) 730 7)
Cc13 I 28430 7) ~829(6) | 17340 7) 38( 7)
C60 | dziecs) ~161(7) 1966 6 ) 76(8)
C 35 L2007 156006) . -598(8) . 91(9)
C1s 5060(13) 1070¢12) | -1676(8) 162(16)
C15 | 13409) 750(12) ~1620( 9) 178C16)
C it | aase(o) 1040(19) ~ 1800C 12) 254020)
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Table 3 Chemical Bond Lengths
bond Iength(j\) bond length(;&) | bond Iength(:&)
Euv—0O1 2.345(9) } C48—C 19 1.332(22) ‘{ N 8—C61 1.352(18)
Eu—O01 2.388(8) | C39—C37 1.42322) | C20—C2l | 1.419¢21)
Eu—02 2.354(8) | C36—C37 1.409(18) ’ C29—C34 | 1.424240)
Eu—N 7 2.617(9) | C353—C60 1.363(21) i N1—N5 1.289(17)
05—C36 1.239(19) + C10—C 9 1.336(20) C23—C22 & 1.454(18)
O06—C38 ; 1.393(18) J Ca2—C3l | 1.388C20 : C4T—C 48 l 1.386(29)
03—018 | 1.269(17) | CH0—Cil 1.325(28) | C3—C4 | 1.432(19)
N 7—C56 1.376(16) : C26—C27 1812 | ¢ a3—c2 L Lg01as)
N6—N5 | 1.306018) J ClLI—CI13 | 1.384(19) ‘ C24—C25 | 1.123(21)
C18—C20 | 1.427(20) , C16—C17 1.118(20) . C30—C 31 | 1.101(21)
N4—N3 | 1,379(15) \ C19—C50 i 1.347(26) i C6—C5 1.470¢20)
N4—C2y / 1.11118) | c9—C 8 [ 1.40428) | C6—C7 | 1.392(16)
C58—C63 | 1.457¢21) . C12—C13 ] 1.290¢29) ‘ C52—C53 5 1.418(38)
C 58— C 59 1.412¢22) | C8—C 7 | 1.348(25) | C28—Cz27 | 1.403(22)
C 62— C 55 1.468(18) | C43—C 44 4 1.291(38) | CO5—Cs6 | 1.423(19)
C57—C 56 5 1.454(20) Eu—05 l 2.446(19) | C11—C10 1.402(23)
C20—C21 | 1.448(18) Eu—O 6 i 2.308(8) | G33—C40 l 1.533(23)
C29—C30 \ 1.393(20) Eu—03 2.374(8) f C6l—C60 | 1.472(19)
N1—N2 1 1.419(17) | Bu—N8 | 2.613(10) | C36—C 38 1 1.523(22)
C23—C24 © 1.385(18) | O4~C2l | 1.26517) = C54—C53 | 1.388(19)
C23—C28 1.38120) | O1—C2 | 1.240017) | €32—C 33 1.404(23)
C47—C46 | 1.361(23) © 02—04 1.254(18) | C33—C3t  1.324(23)
C3—C5 | 1.474(20) . N7—C82 1.309(15) | C40—Cd5 1 1.306(26)
C4—NZ | 1.302(18) - Ne—C3 | 1.87707) C1-1—¢15 1.371(25)
C38—C3T | 1.386(19) ‘ N6—C46 | 1.411016) | C41—C42  L.371G5)
N5—C® | 1.275019) . Clo—Cls | 1.46607) | C16—C15 ~ L.367(20)
ce—Cll f 1.360(18) | N4—C21 | 1.393200 | C46—C51 | 1.400(21)
N2—CI2 | 1.301(16) | N3—C22 1.333(18) | CIi—Cl2  1.407¢22)
C2—C1 | 1.514(18) ' (C58—C57 1.447(17) | C51—C50 | 1.399(21)
C25—C26 | 1.354(22) . C62—C63 1.343(22) ; Cl2—C13 ©  1.384(22)
C55—C54 ; 1.298¢20) “ C5/—N 8 1.348(16) ‘1 C45—C 44 } 1.354(42)
! ‘
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Table 4 Selected Chemical Bond Angles
bond angle(®) ‘ bond angle(®)
04—Eu—05 146.4C¢ 3) 05—1LEu—01 81.4(3)
O05—Eu—0¢ 70.8(3) 04—FEu—02 83.003)
O1—Eu—02 72.2(3) 04—Eu—03 75.6(3)
01—Eu—03 138.8(3) 02—[Eu—03 76.9(3)
05—Eu—N7 69.7(3) 06—Tu—N7 130.204)
03—Fu—N7 125.2¢ 3 ) 05—Eu—N 8 87.1( 3)
06 —TNu—N38 85.9(3) 0O3—Fu—N8 70.9¢3)
01—FRuy—C21 85.5(5) 02—Eu—C21 70.2(3)
N 7—Eu—C21 98.6(3) Jju—04—C21 125.0( 8 )
Ey—01—C2 134.3(8) Llu—02—C 4 126.3( 8 )
03—C19—C20 119.8(11) C19—C20—C21 121.8(13)
C4—C3—C2 121.4(13) 02—C4—C3 130.8(13)
01—C2—C3 121.9(12) [Bu—N 8 —C57 120.8¢ 8 )
0 4—C21—C20 131.7(14) 06—C38—C37 132.5(12)
05—C36—C37 123.8(13) C38—(C37—C36 120.1(11)
04—Eu—01 76.2(3) O01—-Eu—0s 126.1¢3)
06—LEu—02 78.0(3) 06—Eu—03 71.1¢3)
01—Eu—N7 75.6(3) O4—Eu—N 8 93.5(3)
O2—Ku—N38 147.2(3) 0t —LEuy—02 113.5(3)
Eu—05—C36 136.8( 8 ) Eu—03—C19 136.0( 8)
04—LEu—0s 142.803) 05—Eu—03 136.9( 3)
O4—Eu—N7 80.7¢3) O02—Eu—N7 146.5( 3)
O1—Eu—N38 138.7(3) N7—Eu—N38 63.2(3)
1Lu—06 —C38 133.3( 7) Eu—N7—C56 119.6( 8 )
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PREPARATION, CRYSTAL STRUCTURE AND
INFRARED SPECTRA OF EUROPIUM TRIS
(1,3-DIPHENYL-4-ACET¥L-PYRAZOLONE -

5)-(o~-PHENANTHROLINE)

Wang Jiafu Zhang Shiwei Wu Jinguang Chen Dian
Xu Guangxian (K, H, Hsu)

( Department of Chemistry, Beijing University)

The preparation, crystal structure and infrared spectra of europium tris
(1,3-diphenyl-4-acetyl-pyrazolone-5) » (o-phenanthroline) or Eu (DPAP),
(o-phen) were presented, The crystal structure has been determined by
N-ray analysis from intensity data for 4900 independent reflections, The
crystal is monoecliuic, space group Ci-C2/c, with eight molecules per
unit cell, The cell dimensions are; a=23.021(15) A, b6=22.988(11) &,
c=23.549(9) R, B=109.27(4)° and other parameters are; F(000)=4527.00,
#=11.28cm™ (Mo K,).

Tlie coordination number of eurcopium is eight, Each europium atom
is coordinated by six'oxygen atoms and two nitrogen atoms arranged at

the vertices of a distorted archimedean square antiprism,

Keywords eurcpium B-diketone o-phenanthroline chelate preparation

crystal structure infrared spectra



