Tassasiawan

Yo 3t szneuBaieu [Cu)(bipyam),(0,CCH,CH,)][NO,] (T)

3.1 miminssaiiewan (structure determination)

T¥dandnidorveamstsznoumiadou [Cull)(bipyam),(0,CCH,CH,)]INO,]
Tdtenmidamsduaztiufindeyadonies CAD4  fourcircle single crystal
diffractometer 1A%  Prof. Allan H.White uW¥SUH1ING@ueomaTaensTuan
Uszmsoomasidy [Yoyauoananuazmstainan (crystal and refinement data) LAAIA
Tunesedt 3.1] Taetufinuumduimdningumnld (oad) asuuniesneufiunes
PC- 1o Tnssadandnd o Tusunsudn$egy XTAL version 3.2 Anmumuuiiy
YoIHaN (D,) 11175 Floatation luaisayaunau dibromomethane LAY acetone

v v
0 1dmInseadandn1¥Ne direct method 1@ heavy atom method HAZ%A

a1 lagmAln full-matrix least-square 1A minimize Zw ( | F, Fcl I)Z WU
C(22) waz C(23) voenguIwsWeaaLazezasy O(3), O(4), O(5) veangu lumsa
ifia disorder Tagnranldiuse C1)-C22) way C(22)-C(23) voingulnstion
MALTWUSE N-O(3), N-O(4) iaz N-0(5) voanguhuasautiuu 2 nquiidfismis
A3y

1INMITANDT site occupancies Y03 C(22) 1oy C(23) ¥oanquInsH
pOIUA LAz O(3), 0@), 0(5) vongw Tumsanuddiauviiiy 045 dmsyu C(22)A, C
(23)A uaz 0.55 dmiY C22) B uaz C(23) B; 0.78 dM5U O(3)A,0(4)A, O(5)A
uaz 022 dmiu OB3)B, OB waz OG)B lAdanaezneniililylalasioun
WUAUUY anisotropic ozApnveslalasioufl C22)A, C22)B, CIA uay C(23)B
TRanmsdunamasvadaTagssmuamanuenaiuse C-H mifu 095 A uaz
Amualia temperature factor (1Y 0.07 A drvezaenlalasnuiimdemdumia
Tae  difference fourier map UazUANA UV isotropic NMIVYALNAY converged 1f}ﬂﬂ"|

shift-to-error 4351 9 117D 0.001 Tasdatnal weighting scheme w = k/o’
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lF0]2+ g|F0[2] %ﬂyaﬁ"lﬁmﬂmﬁﬂmmﬁ'wqﬂ (final refinement data) 1A833 blocked

s

matrix least-square  UAAIAIlUMITIN 3.1 Adwiianudede@oulumeonves
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(1) Getting started

Fupouilifumsadn  binary data file wedludeyabosdulunsming
aelutude U TnoldTusunsudes STARTX, DIFDAT, SORTF (1a% ADDREF

(2) solving the structure

Funouiildis direct method uag heavy atom method lumsviInseadia

(3) Refining atom parameters

Funouiild full matrix least-square  1UMIAIUIU TABAITUAINGT (refinement)
WABZABY (atomic coordinates) UAZINGIUBANITNNADT (thermal parameters) A1 9
wloniwenmuamosauidode (R-factor) lumsdainauinazsoy (cycle) Inaly
Tisunsugey ADDATM, CRYLSQ iag RSCAN

(4) Checking geometry

'{fumauﬁyﬁ‘lumsmnwaﬁ"lﬁ'fhgné’\’am?a'lﬁimﬂmiaﬂfh R-factor (R ) Tay
TiliAniesqaeglugae 0.02-0.06 e 2-6% uazfinsangiesaousi q Ruseiu
nielunaonrugAIuRNUTZLAzAUIINUTEIIgnd oamansaunie 1y Taeld
Tisunsuges CRYLSQ, BONDLA, FOURR, PEKPIK (tag BONDAT

(5) Finishing the analysis

‘ifumauﬂyﬁ‘]umsﬁﬂ’fayaﬁ"lﬁ’m'zmiﬂsqﬁ%'nuaz%'mﬂ?Unﬁl’fay,adn qd M3y

AN Taol¥lusunsugos LSQPL , PLOT, ay LISTFC
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anusRusztasyuRusEid R yvetezaouuaaslua1sefi 3.2 49U mean
planes MiuIveandon dihedral angles SenITTILMART UM 3.3 TnTaedie
Tuanauazmyussy Tuanaluwadmizouraslugufl 3.1 uaz 3.2 sy

fifAvoazAo NN aN A3 IHd W svesezaownlaTasinuiavua
anisotropic temperature factor AMYYIINUT uaxunﬁuﬁzﬁwummm"l%”’lumﬂwmn
¥ A150 W1 B9 W5 AWEIRY FIUNEIARUR LN NS TEMIIA [Acta Cryst.C

(1998). C54, 199-201] 1auuvindslunianuin a

m3nd 3.1 Joyandnuazmsdanardmivansilszaeufdou

[Cu(I)(bipyam),(O,CCH,CH,)] [NO,](1)

Identification code cvgl

Empirical formula C,;H,,CuN. O,

Formula weight 541.02

Temperature 293(2)K

Wavelength 0.71073 A

Crystal system ' Monoclinic

Space group P2/c

Unit cell dimensions a=13.058(3) A alpha = 90°

b=8.677(10) A beta = 92.790(10)°
c=21.842(3) A gamma = 90°

Volume, Z 2471.909) A°, 4

Density (measured) | 1.423 Mg/m3

Density (calculated) 1.454 Mg/m3

Absorption coefficient 0.932 mm’'

F (000) 1116

0 range for data collection 1.56 to 25.01°

Limiting indices 0<h<14,-15k £10,-25<51<25

Reflections collected 5640
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Independent reflections 4337 (R, = 0.0209)

Refinement method Full-matrix least-squares on F _
Data / restraints / parameters 4333/16/372

Final R indices [I>20 (I)] RI=0.0376, wR2 = 0.1021

R indices (all data) R1=0.0520, wR2 = 0.1080
Largest diff. peak and hole 0.360 and -0.339 eA”

04 AN ' %SA)
)0(3A)

(4)N(T) )
0(5)

51l 3.1 Tassadandnes [Cu(l)(bipyam),(0,CCH,CH,)]INO,] (1)
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3.2 MiUIadvea [Cu(D)(bipyam),(0,CCH,CH,)IINO,] ()
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M3 3.2 ANWETINUSE (R) azyuiuse ) Aidnguesasisznou
(Fadou [Cu(I)(bipyam),(0,CCH,CH,)]INO,]

(a) ANUINIWUNUTE (A)

Cu-N(1) 1.986(4) O(1)-C(21) 1.271(1)
Cu-N(2) 2.015(2) 0(2)-C(21) 1.246(1)
Cu-N(4) 2.005(2) N(7)-0(3) 1.232(1)
Cu-N(5) 2.146(2) N(7)-0(4) 1.217(1)
Cu-0(1) 2.019(2) N(7)-0(5) 1.225(1)
Cu-0(2) 2.664(2)

(b) YuWus )

N(1)-Cu-N(2) 89.93 (8) C(16)-N(6)-C(15) 129.61(2)
N(5)-Cu-N(1) 100.70 (1) O(1)-Cu-N(1) 88.08(1)
N(5)-Cu-N(2) 99.00 (9) O(1)-Cu-N(2) 157.16(4)
N(4)-Cu-N(2) 95.94 (9) O(1)-Cu-N(5) 103.80(9)
N(4)-Cu-N(1) 170.58(1) 0O(1)-Cu-N(4) 84.29(1)
N(4)-Cu-N(5) 86.52(1) N(2)-Cu-N(5) " 99.00(9)
C(6)-N(3)-C(5) 129.58(7) 0(2)-C(21)-0(1) 121.15(7)
O(1)-Cu-0(2) 53.71(7)

M3199 3.3 AUNITYA least - square planes TUFULVLYDI AX+BY+CZ = D tile
X,Y,Z Whuunu orthogonal wieusudouuu (A) veozasuiifedealu

T2UUYIMNsYsEnoUFEIFoU [Culbipyam),(0,CCH,CH,)]INO,]

A B C D
Plane(1): N(1), C(1)- C(5), (r.m.s.d 0.009)

-2.507 8.196 6.016 2.019
Plane(2): C(6)- C(10), N(2), (r.m.s.d 0.010)

0.890 7.175 12.174 5.042
Plane(3): N(1), C(1)- C(5), N(3), C(6)-C(10),N(2) (r.m.s.d 0.223)

-0.787 7.987 8.489 3.048



Plane(4):

Plane(5):

Plane(6):

Plane(7):

Plane(8):

Plane(9):

Plane(10):

40

[N(3) 0.274]

N(4), C(11)- C(15) (r.m.s.d 0.017)

10.932 -4.506 - 2.849 6.651
C(16)-C(20), N(5), (rm.s.d 0.014)

10.338 -2.164 11.325 7.746
N(4), C(11)- C(15), N(6), C(16) -C(20), N(5) (r.m.s.d 0.255)
11.162 -3.347 6.305 8.026

[N(6)- 0.408]

0(1), 0(2), C(21), C(22) (r.m.s.d 0.050)

12.112 2.427 5.017 9.272
[C(21) -0.086]

Cu, N(2), N(5), O(1), O(2), C(21), C(22) (r.m.s.d 0.160)

11.023 4.183 4.220 9.868
N(1), N(2), N(4), O(1) (r.m.s.d 0.139)
-4.859 4.080 17.854 1.000

[O(1) 0.001, Cu-0.260, N(1) -0.141, N(2) 0.132, N(4) —0.137]
Cu, N(2), N(5) (r.m.s.d 0.000)

10.508 4.833 3.631 9.695

[Cu 0.000, N(2) 0.000, N(5) 0.000]

Dehedral angle (*) between normals to planes: (1)-(2) 23.86, (4)-(5) 27.50, (3)-(6) 106.93;

(7)-(8) 10.93
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3/
3.2 Inssadrew@nves [Cu(D)(bipyam),(0,CCH,CH,)][NO,] (I)
ardszneuiedou () Uszneudlesuna'lossu [Cu(ll)(bipyam),
(0,CCH,CH,)]" wazueuloaou wu ' lulifuseuuy semi-coordinate 1HATUTENI
axay Cu fiuueuloseu lumsa arwenRuszLaz W ITEYdUALA InsRoBIUA
] [] a g [ Y 4’ d' 9/ a d!
ag Tuandsniuanusniiussuazyuiusz iifodeedy c22 uay c23) Fuiu
9ZABUTUAA disorder 1Azl site occupancies AV 0.45 §M5U C(22) uaz C23)uas
1 ! 14
0.55 M3y C(22) uay C(23) azmauaaﬂmmummmmﬂqu"lummmﬂ disorder
1 é 1 Y o Y
@y 2 nqudal site occupancies IFY 0.78 waz 022 yldanusIRusIEZN
s = a w u’/‘ w Y 2 Yo o . 1
wuserAadnd AaiulumsdamnarTaseadaieldsing (restrained) AnueIRUTZILAL
' b 4
yuWuszvedezAeNTIng disorder vanualdeglusinlndlassmuaniuen c-c
MINY 1.5 A, N-N Ay 1.1 A uaz 0-0 iy 1.3 A
b4
o
Tasaadinugiuvedlas Tuwes cuN,0, ¥oa () flu cis-distorted octahedral
as P A =Y o 1 a 9
aegun 3.1 AlueulessuTnsiivoalneesiAiunedemnasinn q Funadeu
o Ja 1
¥94 Cu() Tuunnleesu [Cu(bipyam),(0,CCH,CH,)]" dhuuuy s-Ineeiaiun uai
- - ' a Ja a o o e LY
90NFIIUBLABNNADIVDINGU INTHooa InoasAlARY Cu(l) Wudwumuah 6 Aae
1 4
ANUEINIINAT 2.6 A 7D 2.664(3) A ANNOTINUTERTUYDY Cu-O MY 2.019 A
@ @ a & ' Y o o ' a
aeandoaiuAEIRUTzNAves Cu-0 Faliauviriu 2.00 A nxriunguInsiesiun
I ' = 1
TnoosAunoINoaUNIATYIN 9 Taalia AOL,_{Cu —0(2)—(Cu—o0(1 )}
MY 0.645A ANUETINUTENAWNUL axial Y09 Cu-N(1) uaz Cu-N@) Tanuuan
Anfuedie luliveddg Tasliaundomiiiy 1.9904 [AN,, i1y 0.0194] Aundgvea
ANVIINUBYL Cu-N NAWNU equatorial (Tuszurugiuimien) s1annunaoves
w A . : ., 4 4 &
Wuse i luuud axial Yszuna 0.014 waganueiuse Cu-N lussuugmiimaouil
wuanAnfuetIdedidny Taodi AN, {{Cu-N(5)-[Cu-N@)]} =0.131 A
=2 { o
Y1 N(D)-Cu-N() Fauihupuenszuuguimasuves (1) deuthudunsedie
A s o 4.4 4 a .
UAUNAY 170.58 A” yuuenIzUUAMAsLFARAvINEZABY N(1) Laz N@) Tids
prABNNGIUTMALN (NQ)N(5),0(1) uaz 02)} Dareglutinlndfesenin 80
1AL 100° (Mm99 3.2) drnyulussnuguEmasuIzuana 1A ULINATT YU O(1)-

Cu-N(5) Teinieanit 180° Aeudnannfie IRy 157.16° yu O(1)-Cu-N(5) LAZN(2)-
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Cu-N(5) Uaudoumiiu usiiusifininndn 90° feudhan 14111 103.80 itaz 99.0°
AdWY] awruhmssziou () fyw O(1)-Cu-NQ) Futhuundreegaseduiy
WUBY Cu-N(S)Aédl‘ﬂuﬁ’uﬁz‘ﬁUTJ (elongated direction) a1an3nAvIsanlfiTuyugiy
(basal angle) Y0IaIND3 ToIATIULY square pyramidal 1&Taof Cu-N(5) Fuwuseiing
oanlunud axial UAZYNO(1)-Cu-N(5) Lar NQ)-Cu-N(5) Ttnafeusfudmsy
Tﬂﬂﬁ%’NTmaqa‘vﬁﬂﬁy WlW Idemo3 Teniliuuy square-pyramidal octahedral 715 Tng
Tuesiuy (4+1+1%) ozaow Cu anfumﬁas:umgm?}m%‘ch§Qﬂsznauﬁaﬂazﬂan
(N(1), N(2), N4y uaz o(1) T/ luiisnnevesezaon N(S) (m1fy 0.260 A
szmugm?}mﬁﬂuﬁ;ﬁﬂmﬂa:mu N(),NQ).N@) uaz O(1) Ramsiadon
WYY trigonal Bnioy (Ramsadi 3.3) YU N(1)-Cu-N(4) uaz O(1)-Cu-NQ)Taumu
170.58" uaz 157.16° mwdny usetn lsiauames Tewmifinesauuy square
pyramidalves (1) Bog lidh Inseatre regular inilouvesmssznemBedou K[Cu
(NH,)JIPF,], Fefiyugnafounhfudeuiiu 166 £1° ¥l rms.d YosTEUETAN
quifiy 0.139 A Weifsufuvesasisznouiadon K[Cu(NH,),J[PF], Fef v
0.0105 & dwiifivenda trigonal distortion 83118 lWMONYBY A1 T (T = [{N(1)-Cu-N
(@)}-{N(2)-Cu-0(1)}] / 60) Fafiawifiy 022 usifuua Tuthindfuvesames
ToindiuY regular square pyramidal ¥o4 a3 Tunes CuN,N’ Faiifn T = 0
msﬁmﬁyawmszmugmémﬁU:J‘uma:mm N(), N@2), N@) uaz 0(1)
duRusAuIamevesna lnuuy Berry twist 51?1u’dmﬂamﬁ’uﬁuﬁzwiwamaﬁaxaﬁ
vea s-TneesAmaveslonou Cul) w1y trigonal bipyramidal UAZUUY square
pyramidal ﬁqgﬂﬁ 33 C‘fﬁﬁmsﬁﬂynnfiau”lus:uwmmsﬂ's:ﬂam‘?q%’au [Cu(ID)
(bipy),(0OXO)Y et lsamdmiuasdsznoudadou (1) amisnoiuelnsaai
'lﬁ’ﬁﬁqﬂTﬂUﬁmsmﬂﬁ"hﬁTﬂiﬁ%’ﬂ@éi:ﬂﬁﬁﬂﬂﬂ distorted square-based pyramidal
five-coordinate Tifloznen O(2) Tnvesauady cu) Huiussii 6 Seowusziion
LUaTUUY asymmetric cis-distorted octahedral “ANTﬂﬂ’d%l"l\i‘ﬁ’:\iﬂmulmﬁgﬂlmmjmﬂ‘l‘i

a = ) [~7 =Y
IneesAunfimiloutufiofiuyiia @+1+1%)
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trigonal square
bipyramidal pyramidal

gﬂ‘ﬁ 3.3 Berry Twist process

WIAUUAAY1IUDIAUNUS bipyam ILUVUTI (planar) FIURUAUA bipyam ]
WUUIIL (non-polanar) xlia (twisted) Jiianiossouwus: N-C veueiiu yu'lad
A300 (dihedral angles) T¥HINNAIAUVDL bipyam N(1)/N(2) iag N@EYN(S) Taum
fiu 23.58 waz 27.50° mwdwu yulust (bite angles) YBIRUAUA bipyam MY 88.93
ey 86.52° AWAWY TTUILREY (mean planes) YDIBUAUSA bipyam vfaaaqﬁmw?}a
AUtaeNUMAY 106.93°

nquInshesua sndu szaen C(23) AoudauuuTazasutiawusuly
HUAREITZUILYBIBEABY Cu, N(2), N(5) Tasyy luvivesdiunud Insfioaiun O(1)-
Cu-0(2) Tinunfu 53.71° ezasn 0(2) Ineesauntasen luonuuunu z vealas Ty
vlo§ CuN,ON’ Fail Tnseard19uy square pyramidal #2eRueWUsERUAAT 2.6 A
uanlndiyleseu cu™ wnnefine{Fndausenseimuy off-thez-axis 14 A0
WuszmAsveausy C-0 Favfiy 1258 A TenlndRoafuvesdunudossinadald
swaBliauiiy 126 A TasanuemvsausazWuse C-0 szuanaeiuliuin
(1271 uaz 1246 4 ) Wa 91 Cu-0(1) tar Cu-0(2) HaruenRuszUARAT AN

AO=0.645A
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