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3) BEsrER
BMIRS 7 M, AT MVOELEEEY)EFeD AT NVOELEDZEJ
Th 5 (H2-32/H),

JFEREIZIE, bl U 72 8RR & WK ARt N> 777 — 8 TR EN 5157
DHDTH DN, ERERER S DD IEMERE TH 5 a—Fe Gligk) D227
JVELEO mm/ssETHDONEE CTH D, TR FELE DB A5 2 K3 5,
RN EIAAET DR EZF O L DIIsET T TH LN, pETF. dBETED
FEISETEORICEE L 5 2 5 - OMBEOICR LB COsE FBE, T
ﬁb%iﬁmy7%§u%@%5zéo_®i9@%@m¢%%ﬁﬁw%&@
5o TFeTiX, sETHEIIIEFOBENFEL 78d L EOEHRGNFETHA L, K
v 7T —RENT T ADTFIZAXT MABBEIT 5,
ﬁ@%V7F§ﬁﬁﬁKioT§éﬂéo

= C(AR/B) {lg (0) [ — ¢ (0 |

i## THY ., ARIFEEIRED D FHEIREE~ OB O My Bk O%E 11X
ARSO) ThH D, F7z, [ ¢ (0) |7 & [g (0) & 13F~x WK L BRI O
MECOETEEERT, (o T, BMEART 7 MIBNE COEFHBEICEE
BT A0, BLIREEICET A1EHME 525, "Fe X AT T —5HITE T 5
PR 7 b ESRORRLINEE, A B LRBEDXEE A K2-412 777,

Boxx NV X—AMT] = 105G, BAEICH D ESAR EMAEERNLOH
T 5, $k(7 = 3/2) DEAIZX2-5D MR ENEA D XL 5124524 5,

ZOTRNF—HAHOMEE UM SEVWWRORTESN D,

Q.5 = {g0(1+ %/3)%) /2
elTERFE, gIIFNMETOELAA, QIEXEZNUM T — A2 F T8O
GEIXETH D, 7 IZIERFRER EMXN, EHARORFEICL - T = 5
=S 1OFBHTEDOND, DF D, W ZIIEALE O, BEFHOER 2D <
5B AR D IESFRENAKATFT 2720 ALEMOREEIZET A EHRB B LN D,

&xt/lzlmwﬁA I, BIIESIAE— A N EREDL, TOME

ChOWSGHEREAER L, MKREF BT, F1, -2-, - IO2 FE O HERLIT

TV, TRV —HENT T
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LD, TIZTRNMIBMA. edID g+ THD, LvL, 1 = 1/2 £3/2
DEOHEBRITIAMm = 1, 0D L XDHRRDT, "TeDBHH v BBILX2-6
(ORTORIEIZITIC D, o, WS RPFET D L DT LRI
221 R T L ICR Y | —FISMAlO2 RO E— 2 (K DFE L, 6D E—2) & N
DARD ' — 7 (F&52,3,4, 5D E—7 ) BRI R DR E ZIZHpF] L TRV
TBENT 5, 1,60 — 27 3O RN EORAIIET R AT M, ADEAE
IR R L —MNCBENT D, 2,3,4, 50— XD TH D, Z DOBEKI S
IZE D, BNETONTHBGORE IR EEZMD ZENTX DD, A ANY
T R IR O E RS E 17 FB Lo T0N D, L, ABFSET
IR DHD D B A AN T — AT F VTS L,

AANY T = EEE O EARBER 2K 2-7 (TR d, ZoatEicky, i)
BIR D A 2307 — 8 (Bl 2 1E Fe) OFEFIRREPRHIREE 22 EIZ BT 2 16 #
DIFHIL D, WAWARIEFEN A AT T =3 N BTV D23, “Fe OF
RN 7T8%Z DT 5, Fe (LEWR° Fe GaDIRIEGHT 21T 9 DI b A 2h 72
EIEE TH D,
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7
Co 170 d

Electron Capture

. )
2 1363 ¢ g
2
3 14.4
= L 4 - .
3 OB ns
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| L
2 g

TCoD A AN T —HR DA

BUEAE CoDEC (B 1) BRI K-> TAET D 14. dkeVD y MEEEZA BV H231/2TH
D FeNIMBRINT 5 Z LIZK o TAANT T —RENERN SN D, FIMIROH
BREL LB OB W T CoRN WV BILD, & L TR A WU kF U SNk B
EERSE, Ry 77 —RICEY y RO F—%D LT 220 S TGN
L HRHEE (2 x X —) 2 BT 20 TH D,
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R R Nucleus in
e O Excited State
(e)
Y
i Y
L Nucleus in
-+ Eg Vi Ground State
v- Ray Resonant Resonance (9)
Emission Absorption Flourescence
2-2 IR & WA T, FeDLFIRIEN R —DHE D, A AT T = RO F T %

JLF—
STRe A AN T —/43 W TlE, K2-1TH1T B 14. dkeV-y BHEB DY, Z DX D/EHHD K

WRHIOEB ST %, (5326 L0 511 (—HBUED))
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L — Eq —
.l-_ "‘._."_l_

g — .
Source Absorber

0 v/mm/s

B12-3 AANTT =N T D, BT r X — 8BRS T K (0) DR
MOEMIZINTel gd, JR RO HEN, JREREM 2R, B (S) & RINA
(A) DR T F =ML RN T, K220 AN KIST 5, Z DD
HRIT, VIFFRIRDO Ry 7 —HETHY | I(VIZA AT T —y #EHATERE CTH
%, (BHECHk26 XLV 51 H (—H%ET))
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S[mms™]

X2-4 PFe A ZANT T —0 Il BT HRIEAR T 7 b () L EROBRILIRE, 2 B REBORH

£

ZITO X, B TOE&ES (a-Fe) ZRHE(5=0) & LT 5,
(B& k26065 H)
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xl_/_l_ £172
Al s

1=1/2

[X]2-5

Re A AN T —3 281 5, WBHAERIZ L DR AR —50 L 2 A
IR T = AR kLD UGSy ZE O

A N E3/2Th D EIREEICH 2 Fe il 41T UARE—RA > he@ 25D,
MRE— A 2 N & ENLE COES AR & OMA/EH T30 —130% (5205
AT 5, mid, BHELUEEMR L OMRE TR TH DL, AANRNYT =AY L
ARG EL(QS, AR ZH DX T Ly helpd, Zobkx, BMEERTT M (0)I1EH
Ty hORULED Ky 77 —3HE L2 5, (F3CHER26L 0 51H)
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H#0, Vz7z= 0 iH‘O'VZZ >06
6 ] | 31'2;‘ 3‘2>
_..P
3 5 _4
j e 35 1 |3p,.1)
I:30 / o | 4 ¥ ?
\; ~__2 411 P12
1 - i — [312,-312)
N t%dfooéémb T}“" | 23
2 |2, 42>
T:=o /
AN 2.+ W2)
Isomer Shift Magnetic Dipole Mogn, Dipole Splitting
Splitting + El. Quadrupole
Perturbation
8 23456 1234 5 6
3
1Y W v
c AE AEMg
: 2 .2
p— = 2K
3 A~ te SA Eia {;F
Wmms'

2-6 Fe A AN T —5KIZBEIT D, BMEKMHEERICE DRV —H2 e 22
NG T = AT NIV ORERSZLOREEE
BIZIWT, WS LR D HPIET DI5G (Vaz>0) & fFELRWEGES (Vzz
=0) N RSN TND, (BEIHR26L 0 5IH (—HSET))
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S . = SRl
e Vibrator :%l =f=. v[ petector
' Source ]
Reference | + Monitored : ]
signal _| signal E M:
Waveform i Gryostat, oven| Pulse
generator amplifier

BJ2-7 A AN T =03 T E O R (R1X) & ARFE TRV AEE O 2K D
H(FHO L), #IE, #B y #RHERE s O GH (T O T)
A AR T —CoftR (Source) IX, A AN 7 —EREHEE (Vibrator) (ZEY £ 5
VI ES S D, 2D LICX 2T A AT T — 9 #1I%, WA (Absorber,
RENEATIE Ry 77— RICLY, 2XAF LRSI TARNT L, BT
OLIGHCEBIR %, il L TE oy R, BB y SRR T D IR
BOEIE L TR S D, BEEEEED SRRIRD Ky 77 —dHEER @S, v #fe s
DOFEIERD, VT T ¥ RV T T TP —IE DI, FEh, Bl e
L7 Y AANRNY T — AR MBS D, RBFEOFERRICIB N T, #lHITe Y
U DB Com AR LT b D (TCo (Rh) A AT 7 —HR L FHEN D) TH Y | #iT
@ U & 0 (RETVERGHD H ) % V7=,
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2 —2 X#EET

feeml THANE L WA IR FOEEERTH D, XERHT 22N 6 DR T
RO SN0, JRENHAIELSIPATWA 7D, XSBOSIEH 5%
STEHFMIZ UL Z e, ZOBGEXRENT &V o, X BREPTIE, Xt &R
FOBFELOMOMEEROREL L TEZ 28 TH D, K2-8IZXHRET
DFEHAZRT, A LEOXITH R FEIC L 2XRoEIT2E£T, OMIIEFT
bV, ZTOmEmOKFHEERIT A THDH, ZZITXKBBAE § TAFT S
L EICEoTHE TR NS, Bl CRH S XERE Tl T Sz
XHRClEdsin 072 T KB AN TE 5, ZIUTRFEINET LT, BELXERIZ
FHNRAEL D720 THD, THILXEIPT Lz —DOXHREE D17 E 031 K OB
TRRDGARICHDOND, ZOBRMEMET 7 v 7 OkAIEFEh, 77
v 7 ORI L EESND,

2dy; sin @, = ni
ZIZTATEETH D, XROWE LI, BT Db Aok - i o BRAE X i
Rdu, ERRREDOREZTHD, ulIARXRER THEEEOBOAETHY |
sin @ e 9 2 A SRk - i A o0 BRSOt R RR ds & IR DO REfR & 72 5, B
A& FHCBE LT, R & FIRIE S 7 —fEE{ak XV BESh %,
AU OFEEIL, RS S EALK T EAES U OB OR L /NS WEKTH
%o HNIHETORE SIX, #E a b ¢ EZENTNOEMBOAE o, £, vIC
LV 52605, FEDNYATRhkEOMOEAHRRTIC LD RSND, ©
NZNOEFEOFRRINOmEIZL/ n(nl3HFE) OmEENEZ F Hnh, nk, nl HIZ X
DR DEHT 2R, faDH bW LMD FHIL, FED JIZHIET D7 7

> T 0w s BT 5,

MARAEHIZERTHY  WTHOAE 0,280 TH T 7 v 7 OERITRE
LD RN ATRE & 72 5 7 2 A TOD DS FIET 5, —EDHEOXHRIC
XUTC, BT E—27 (B8R, S UXT T v 7 ) ORLE A S 7 (d-TEFR)
DOFEZ R L, Z3 6 OPERAY TR LIS b 71 72 AL F D N A (L1 O fifE &
NED) ITARTE L, BT IR IR A T O 2 2R O K & SITIRfFT 5, 2
NOOFEMOE T, BT — 2738, R, T ofE, BUEH) &K O
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GO R EMECHEEEAESEICL VRO BN D, [EPTEREIIEER -, &
ERF-, fEambE, mtR, Z2EER - m— LY RFEDL L DRI
EAFT D, B2 — 2 OFHE R IE2 0 (i) OMEOE—7 E S, B—
JHEEME R =2 BIRTH D, K220/ FIRTOIZFOEEX TH D, B
X2 5 RBHC ST L. Z DOALE 52 0 O FENLE IR s 2 % @ LRI XHR 2 )
ET D, FoNT —ZIEK2-20E FTRO L 9 728 B L 720 ©— 27 OIECIE
KEFRIE, & 2 WITAEAT BIBCORRBRA 72 RBUE R BIC K D R a5, XERIEHTRE
TIEETE =2 I THLIRED Ny 7 777 RBRFEAEL, BE— 7 I|ZER
STHIEINS, REFARECMZ, RERLE —7e CHEE R OERICL D
BOBBELC, MHas D /A X XE D LRAET 2 leX#7e &, EE M o EE
bRy I 7T RORRERD, Ny 7 7T Raeg/NRIZ L, U RERH
BIEETHZLICE T =I5 NNy 7 7 I 0 N2 EH 2 LN TE
oy

X MRS e A I AT
HREAEIC K 2 X RS SIS I B BEDA N FOBEZ RS 5 2
kﬁf%éﬂm&f%é HRE AL X AREITEEE O R B A X 2-9 (Znd, HfS
X A mE L, HiERmOSEREFmnoo X BEPERELREL 7 —V

i@%@?é:kmi@\%%%%%&?éké%@ﬁ%%ﬁ%&ﬁ?é:k
INTE D, A AL CORAROE, 5 M TOMAEIEMZ £ < OfE 7RI
T LV D FHEERENTZ D, £, I TR T OB EZ RO S ET
LEERUEETH D, LR > T, R AR)RAANRT T —72 ED 45
HIEIZN % T X SR EmT RS b v, FimE 2 5 LG8 cE 7T
— X LD, ﬁfﬁiﬂﬁﬁw\ﬁ%Mé%\ﬁwmé%\&k@%m%mm
T 5 T2 DITHRIAWIFE B IC K> TR & v s

X BITFL - B & LGt ﬁf%éTﬁt&ﬂb%M&f%@ Z DRI
14(0. 1 nm) & AHED F/ME (8 400nm) & FE_T, ETHHEY, FOEIBNET
MHEBEL IZIZR U TH Y, S HIT X MBFEMICAT T 5 & Z20—HB3EGEL L,
B FTROND L5 R THEBI X L, A B COMERFREED - LA
TZE %,
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By AR XHRIEIHT (XRD) ¥4

B3R X AREIT (XRD) EIZE B EE R, & T X v 7 AR EHR EORIED b i
FERNTIZII R R WIETH D, K XRD 225N D EHIE, KR EHE,
EVEHT, BRI, FEm s, fidt A X CIRIA,

MARXERBEIPTRIEE L, MARRBHIXR 2 BN L2 OWE O E -1 % iRl iR
EWDZ LTI VAL D TEHMEEELRRIC X A EIITRE 2. £EAHICOWTHI
ETDHHETH D, ALAEWOT T OR A ITRHE 22X BT S 2 — 2 &R,
XBRIEHT /S 2 — 3RS o T HFEE O R & S OfEEh 75 72 2 BEE A b L
IR ER RN BN D, BN 7T OFRE & K& SRS LBt o A4,
F & U TR ofEHE & BlaE QN FBFR ORI FBL N AR A7 L 7 [BIHTRR O JR EE
N OB EE & Off ) E RS M ORE &, BEAKOREOE S ITKAE L7z Bl
BROTAR OSFIHDIEWAS . KRBT Z =N EbN 5, EPTHROAE L)
SEEE ORI IL, FERPE OFE SR OIRIE 72 & O EMER & OVE &R 72 /8538112 H
WHND, Fio, EHE L AEROEISOFM L ARETH D, K ARXEREHTIHEE
X, O HTERER ik & X R RHIEE TH 5, AR, RElo
MR 0] & PREET D T2 O OMFHMCIR B VD, B ARXEREHTHIE X, R - R X
i« mEm O X9 REFRI R I W T H AIRETH D,
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| . , CuKa-Xry 2d sinf = ni
20 40

2 theta / degree

2-8  X#REHrOJFHX

B EORITHESE T HEICE D XMOEBBIG AR T, OMSIRF-THY | dIT
FHERECTHD, T2 X BPAE I TART L E, HIZL-> THE ¢ TREHS
b, EmCRE Sz XBRE Tl T SV XTI dsin 0437210 L =N
T& 5, 2FV EifE Tl TIE 2d sin 375 HEEENE T, Z00 n OFEHLE
DWRIZE-TEREND, TNUNETOTZ7 v 7OXNTHDL, ZOREITELGDN
BT 2 DD NGRSO, DFVERTAEN 20 THHZ XL TS, £
ZCXMATBHIRS L 2 ¢ A BEEITHRge 23 & LI X SR & i3 5 2@ 03 e
FORTHD, HoNTT—XIFETROL ) BRBIE LD, B—27 OMEOIER
e, & 2 WIIATBAEC ORI e RBUE . BIC L W R &5,
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/ 28 IR
0"~ 7
w L]
— i_ﬂ B
ge \ g

\' '
Eif%E TIEE  HTEFN
I (hkl) o(r)

2-9  BiRESH X MREIHTLEE O R X
HREMmIT X B2 RS U, BRSSO AR & i 6 o X SREHRE A RE L 7 —
U fiBd 22 L2k WERARERT LA OSIREEZIRETH 2 &
MTED, A L COREROER, 751 H TOMAEIEMZ &% < OEFrIR -1
XD FREEREPITR D, (BBER - it Rigaku @ HP K 0 51H])
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2 —3 BEE-—EESH (TG-MS (Thermogravimetry-Mass spectrometry))

TG-MS 1ZZKAE (TC) & BT E (MS) ZHEA LT E Th 5D, X 2-10 (24
EERKEZ RS, WEHIBKE Ty U 7 — AP T 1 7T A TS
oy SRRSO R > TH AR 2 L. £ OEEZ(LITERE TR S
b MHENTZAT ARG E, X VT —H AL > TG EETEIETN, FrE
TV =T LB L TEESWFHIEAIND, F¥ T U —0 7 N30 EERE
DEENATEER S DBHNLNTEY , MEZEOEESIFTOA F L fbE L
WEDOTCH 2BV H—T 2 —ADEE ZH->TND, BELEZTADOKY:
(FA =T A7V NMUIOATY v &= 5200, WEEICHESND,
HEINTHERDIE. 7 T4 TGN BHTHCHTDHZ L HARETH 5,
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Thermobalance (Shimadzu TG-30, 40)

] Temperature data

&
= =

A
|
|Furna::e He(50mL/min) Mass data |
|
ac WELFIS |
I50°C m |*E:W| |:|
230°C .| Splitte M —
i
_ BEa#TEt
e I (EERWERRTTERD Go/MS QP2010)
liﬁE

B12-10  TG-MSODHEEHE Rk X
UBHIBVKRFR (TC) 0y T ¥ UV 7T —HAHF T a7 T M- TN D, kBN
IR Lo TH AR Sy Z i U, & OEBEZECPEKE TRl S LD,
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2—4 AAFZEIC BT 5 HIE FEER

2—4—1 "Fe A AT T —5YEHE

BE AR O PERK

BEIRD S EENLE . S 7 AR—T L0 LoOST o LiIck ke L,
ABHE AL, SROMAHRE & LT, $omg/em® L7220 K02 L7, AEREOR
PR RE ST 10mm ¢ ZEEYE L L7728, 3BHEA D AV, 3~6md & 7o
T3, WOVEMRTIERI L7220 U A — & Z3RHTHL D 15 72,

Co A AN T —HRIE

RITVERC #84o> . Rh & J@IEIC “Co ZHEf « Yifk LImBE A AT 7 — i &
FANT=, 7 Co DFREE X 925MB q F 721% 37T0MB q T&H - 72, °"Co D FJEidi% 270 H (K
2-1ZH) THLHDOT, AEOHIRIF, fEAOH W2 (B & L,

A AN T — 43 e

AL TIE, ME—DEPEA ANT T — 3 e DBEEA — T —TH % Topologic
System #t: (BAFED4E44 . Sylus #1) D Model-222B % /=, X 2-3 ICEHEN/R S
NTWn5,

BERIZEI FAF AL v b

FIRP TS ORIE, T 725 78~300K O] CIREZE(L A A0 7 —HIE %
3% & X%, OXFORD thDIREE v kIR EFR M7 T4 2% >  (DN1726) & | [Fl4E
OIREE = b r—F (ITC601) Z MW\ TIT o7z, IR o —13&/EREEX Th
v . OXFORD D HAREIC LT, 2.0 ~500. 0K OFiPH CHIERTRE TH 5, KA
EBHER, AYHIAPOT—V EE, BRT, ELWREZRTZ L 2R L,

A AN T — AT N VORI

HESNIZAANT T =AY Uik, m—L YV ilhifioERGHEE LT
B/ TIRIEIC X o TRRMT L=, T 7 e 77 5 & L Cid, RO MossWinn4. OPre.
bW, AANYT—=ZAX7 MLD Ry 77— E (V) I1%, EiETHIEL
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B8k (o Fe) DL 2 2T b (6 A DTLEIEW = 0) & LI, T,
Y/ ATy N2 fifiE Ry 75 —@E K ORIEICH -7,

2—4—2  XHEHT (HREE X BARERET - Bk X #RET)

Bk hn X R S AT
ARk L7Z HifE 5L % Bruker SMART APEXIT CCD [EI4frE{E ICHL Y 5, Mo @ KaX
R =0.71073A) Z R4 LEYTT — 2 2 JE Uiz, B EFRI O mAIIKIR
HARE AT HEE (AR —~/1m =71 7 DX-CS190LD) & AV THT -
7oo BIEMRELIT 123K & 300K Th o7z, fbautE ML, Tk 7w 77 4
SHELXL-97 Z H\W\\TiT > 7=,

AR X #REIHT

Y 2> U 7= 8RB 100mg 2 . T ADH o F IRV E—IZ~7 o F LT,
A X SREHTEETE Rigaku Geigerflex RAD-2C(X % ; Cu Ko . E=1.5418A)
WZEUD T, BT RY — 2 ZIE LTz, BERELE 40k V, FERER 20mA T,
BERE LT R THEIRTho T,

2 —4—3 TG-MS Z5#r

TG-MS A7 huik, ZVE &8s (Shimadzu TG-40) & DY R & 45 #T 25
(Shimadzu GCMS QP2010) % Ao 7= 3E& 2 VW TIT o 7=,

2—4—4 Zo
B L72alE D e 32 0T id, RER = R FEBEIEEM 7R B O AR & e 8 o b

BRL
e LR ot v 2 =) IO L7z, B0 EENRZIE, 7
Z T AT P D ZEfE RGBS (7 XD AL XTX-65-W) 2 [\ TIT - 72,

«
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Yivax

%3 [Fe;0 (CsF5C00) ¢ (CsHzN) 51+ CH,CL, DS R & BT dk R O R i HE 8
D L

3—1 I

1 TR DI, IR UBERN T & LIZIRE TRl =8k E5A D
JRAEREI D A AR T — 32 KBGO TIEE S OFRENRH D, L
L. BEEMFEREZRNMN L LELOIRIZEACRES ATV RY, 22T
AETIH, REERFBEREZENL T & LTIRA TR T =85 R D &k & 7 A
oo BEFBOT7 == VIED 5 DOKFEEZT7 vRICEBR LT X 7Vt v%
BEBRZMTESSE L CRIR L, RGNl =285 K O i1l 8 3 5 4 5
Rz, LUTFO 3 8M, B FA2 SR LB THh 5,

(1) BAWBIED BN T v BWENL A A2 OIRIICHFET D2 LT, $kOJF
IR < BT 5 & TSN D,

Q) EZREEBRARLEE VBN T THDHN, X F 7 iFEake452 L

IZED EnIcEmmEmL s, TS XV IRA I = EZEEE MR, K&

WS T ER AR BRI KR E RERMNAEL D EPEsnD, 202
& DR FAMFEENC & D X 5 ITEBET 500 ER L,

BR)FHDZERMDOKE J1L, £ < OREdhR () OFIEORREMZ @D 5,
LR ROND . BT, £ OHASE X BEEMAT 217 2, (b5
X E CCL ARSI T B R R DIRAG IR AR B G52 b h, £ X
D R EEARE ORI AN LSRR b D L HIFFTE D,

Z ZCAREDOHE T, IRER M =8k & 7 v n 2 REmREER, 1k
F R [Fe"Fe"Fe (0) (CeF5C00) ¢ (CH:N) ;] DGR Z WD AIE L LTz, ZDHRKIC
R L, A ARG T =53 05 TR FAMFBEI S R D% 1T, ZTEOGMBIR
725 AR E 72D, BRI AR A IR LT EZBROM R, 2 OZIB 255 2
EMNTET,

ARETIHIREG A =8k~ % 74 n festiRD 2 OEI., N
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ih & hexagonal—[Fey0(C¢F-C00) s (CsHsN) 51+ CH,Cl, & £ 5 &l & orthorhombic—
[Fe,0 (CsF5C00) ¢ (CsH:N) 51+ CHCLy 12 DUNT D A AN 7 —4556. X B fh db A S fear
M EDEBRER L ERELIRRD,

3-2 A

3—2—1 X ET7VFuREEFBET M) U LDERK

RUBTNA R EER 5g &K 20mL [T x, B L 7=, WBiERIOAIE % i
B, KEIEDTREEST b U v A 1.25g 2B oA 7, pH R CTH7 v
71V AR ERE., BOE S, iR LA ERE LT, AIRBE AT
b EEMER%, T —T—T30 0T TRESET, TORE, ARNBHD
b, BOTAN—F—TROT, DPLOKDEZRLIEEZATEYBAL
WEIIZ 2 MDA TIT S o, —BT TS/, 29 LTRUZ T 0F
R ZRERT N U LG,

3—2—2 hexagon81* [Fego (C6F5COO) 6 (C5H5N) 3:| : CH2C12 OD/ﬁ\Ejz

HEAbEk (1) 0. b4g & MLk (1) 0. 2g A NT= & / —/L 20mL. T 10 73 H#R L
oo WRELTZD, BV YV 3l X T, 20 /R Lo, WAL WA ThH
HTEERMER L, TR ETINA 2 5T M) U AHE 1. 46g 20 &7
OFRRIMZ T, WERDERGOTH D 2 & ik, 2 BB L, WRNE
HOANLEEE LD L 2Rk, Al LT, ARICEST=AEWMIC, vY7rnR
RB U RMDBETONRZY =L ELy FTEE AN, Hith L, 2otz 2
A5 2 I 2T TR & RIRE (R 6°C) THBEZMRIX L, Bt L7, Z
Z TH B D AR TRl #k =% 851K [Fe,0 (CsF500) ¢ (C:H;N) ;- CH,CL, T
Do ZORERITIHIRIE T, BT 5 L 51T, HiEdh X SAEEMENT 2 O ST iR
D [Fes0 (CeF5C00) ¢ (CsHsN) 51+ CH,CL, TH D Z & s L7z,
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3—2—3 2 DDLI & RG22 O OFREEIZ OV T

WICEAER OSSR 2 E 2, 2RO ER AT, MEIROEE 2 #HDE
JEEICRAE LIRIRZE O AT 3 4 AR Z2200T T o < 0 &2 TRIE LG
mafb L7z, ZORER, 3-2-2 OREE M & 13K OE © W ESF RS E D
Nic, WIRORZ 2 2 FORMOFEZ K 3-1 1T~ 7, 2 FOFEMITIRIZT T
T2 <, A, REIBER DL, FRFERITAHRARTEHD Z L IFBEICIR 7225,
EFEIRFERPR TR TH 1208, L IF%kd 5,

D 2 OO RIFERLT D FIEOMNLEZRFT Lz, ETREEZ VD
MOFAFITEZ THR M FEREIT 72, TORMRER 3-1ITRT, FIHIREDL 6
~7.5(g/L) THERIEIRNE D DHER Lo T, WICEEZRIZTHHBIM CTH
Do FHEERIIMD 2 AR, IEFBIRFESZ T2 Lc, £k 0 v
[ ClE, FRIREE AL & ET TR &b & ANEAE LTI L7,
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3-1  [Fe;0(CeF5C00) ¢ (CsHsN) 51+ CHyCl, DI DE K
7 F D 1E 8 =R A R i $E A [Fes0 (CeF5C00) 6 (CsHsN) 51+ CHCly T %, 45
IARATEORERAE S OSFHER) Th D, st LM ORS &1L < IEF ] (R
FaR) ThHDH, Z0 2 DORESITIRESM. MEE, RESRM E it
SMEEZDZLETHRLND,
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#3-1 FRimniic T DS

2D R b DR E DT D, IREZ WS ONDORETEREZITo 12, IR
JEA 6~T7.5(g/L) &7= 0 THRIFGEL 72D, RO A4 7 —AITBWNT, MIEEHHY
2 r A OFAERCHE TH 5, T X 0 EOCEIRICH H S o b a R &
IEJ7 ot dh & DRAE L THTH S D, WIHREE 27 (6g/L LAF) & L. KRR (F

B 2 » AL E%& | IEHTER G (RTER) 356050 &k L 8z,

ESEIC) ESLIO) ESL®) ESEE0Y)

[FesO(CeF5CO0)s(py)sl 0.099g 0.150g 0.225g 0.200g
+ CH.Cl,

(FER A Al
CH:zClz+Hexane 20mL 25mL 30mL 25mL
(P AR A 1)
FfE S D LT EJi R e EJi R e FEARAE FEARAE
TR (g/L) 4.95 6 7.5 8
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3—3 MREEE

FEIRFE A & IE TR TN END TR NI ORERE R 3-2 (TRT, ZORE
o 2 FOR AT OEIEL, HI2 b P [Fe,0 (CF5C00) 6 (C5H:N) 5] + CH,CL, TH
HHZEMNHHALE, 20 2 BoOfRIT, FUMEKE LOZBIERTHD Z LM
HAOMNERoTc, 220X, 20 2 ORI LFEMIZIZOVT, X SRS T.
AZNRNGT =050, B ROEEBEGT 2 & OBLE D 6 SRl f7 8 258 2 0

ICHE LERT S, £72. TR IV RGBS RS B odkz
hexagonal $51K, R btk dn (E G A an) OS8R % orthorhombic A & HE
LT D,

3—3—1 HEs X SMEEITIC X 2200 i, MG OEW O
B

BTN DA A IE THE7- hexagonal $5{AK, orthorhombic & D BAfE M X BAf &g
Wra . i, R 123K, 300K TiT57-, 300K IZ351F % orthorhombic #H{A
DY FHEE L EAEB IO AA LK 3-2-a 12, i Ny ¥ o 7 LT
— X %X 3-2-b |2/~ 9, F7-. hexagonal $EIKD /i & fm/ Sy X 712D
WTC . [AERIZIK 3-3-a, 3-3-b & L7z, 123K, 300K O HifES, X BRARNTT— & >
LELNIZZOZENENORERT — 21X, & 3-3 IZEH LT, ok, FHHR
EAEEBIOMAAZ G0N T — X I3 BHE L,

O3 R - A e

X BB AT #5 F2 0> 5 orthorhombic $HARIE 123K 368 L OY 300K (28 TR T b
RZEMRE P THDZ ENBHL N E 72577, 300K Tl 3 DOEF T3 L OHL
FARIFF AR EIZH Y | Fes0 DHOEMTIZIE G 6t MEE A3 5, 300K TD
Fe2-01 B XL Fe3-01 MDA R Z 24 1.861(3), 1.878(3)A TH Y
Fel-01 Mo 2.022(3)8 X v HHEW, oA MAEIL Fel-01-Fe2 B X O
Fel-01-Fe3 #EAICHB W TCiIXZ N ZFH 118.0(1)° TH Y, Fe2-01-Fe3 »
123.2(1)° XV H/hEW, ZEFel-02 3 X UFel-07 ff] D 5 ~Fe2-03 X2 Fe3-05
M35 >ESNTND Z EEZRLTWD, DF Y orthorhombic A D#ES K
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1% 3 DO N HEL A THFEL TWVWDLZ EEZ R LTS, UL
B FOBISIND . RO 23, Fe2 & Fed D123 3MHOIRAETH U | Fel
M2 THDZ LT VST HAL5H, 123K TO X BAEEFENT D55 1E, 300K
DOREFRRE LT, TOREGHEEIIREIIZEDLLT, BEICLD 0 FHEED
BTN ERHA LN -T2,

—7J7. hexagonal $5{K1% 300K (231 BN ah-RZEMIRE P6y/m %A L. Fey0 I
BT HHOLETIEL Dy TV G FEE AT 5, 3 D0 Fe-01 #5AHHAEIX
1.906 (DA & LV, ZaUE 3 DO 723, 300K (238 T f I S:Af ©
L LHRLTWD, DXV FERIL 3 2OBLH.OIZ 01 2 E5 L E=AF
T LTV D, 3 OO U PUEIE, 3 50 Fe JFFBLXOH L0 0 JFFI25%t
LEBEE PR CRE S M OMEIZH D, LLEOZ EIXRE 123KI2B0TH, fid
FEEED DI HE I A SN N AR R T, IBEIC L D0 g0 L

ESAY Yt

Z I OBk A D EGES) O LL R

LESMERER T Ueg 1. JRFOBIRBIOIRIBEORETH Y . REOBI DK
ENBRREL 2D Y, 300K IZBWTIH CRIETHNT LTz Fe BFD lUeq il
orthorhombic #4723 0. 033 (1) ~0. 034 (1) 72 D} ’iﬁL/hexagonalﬁﬁﬁ&:io 046 (1)
T& 5, hexagonal $ERD TN LN KEVMEL 725, ZiulX 300K (2815
ZIE DR OEIRE L, hexagonal SEARDITBFHRHIT K E N L 2R LTV
Do DFO GRFEFRED O F OB XL, hexagonal $5{A& <orthorhombic
AR THDL Z EMNRBEIND,

LI OO 5 B D Heg

2 DDLED X FHEEMNT TH O TER LY | FHR SNEBE LIS
N R 2 [ %, Faamaf“@/ﬁu . AVFLUBRIOT BERLLD
RAWHZ MW EEIC L0 =i (293K) THIE L7z, 300K I2H W1 T
orthorhombic FEIA TILFHAE éﬂf:%‘}g&i 1.80g/cm® & 72 V) | hexagonal KD
FEIX 1. 75g/cm® TH o 7=, 123K 12BN TIE orthorhombic $5{AT 1. 85g/cm’® & 72
V. hexagonal $EIRIE 1.79g/cm’® & 7o 7=, HEMHIINT-BEE T 293K (2B W T,
orthorhombic $5{A1% 1. 82g/cm® & 72 V)  hexagonal $&E{ATIL 1. 72g/cm® & 72 o 77,
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WINbLEHEIN-BELHNIN-EEIL S 1T hexagonal $EA LD
orthorhombic £ K&V, DF V| orthorhombic $EARD 5 A I 0 UGS SN
X T THDHI EEREBLTND,

3—3—2 "TFe AANDUT =035 KD 2EOIR T-lifEE) 258 O fifiH

LMD A AN T — AT bV DFER L)

orthorhombic $EK?D *Fe A AN T — 27 " VOIRERFNE (78~300 K)
ZMX 3-4-a lZR LIz, T XNTORED AT ML, 24 QMDOZT Ly )
ELTHTSNTZ, BONTZAANT T — X5 A= —(BER 7~ 5, U
DELAE) (3% 3-4)1%. 2 S Fe¥'e Fe" ThH LIRBEND, T7/4bb, 78K
DIRIR 2> & 300K D il OIREFPHIZIBNT, Ji -l b7 v 7REOFEETH D
TEDNHLNEIRSTE,

FHE TR RAYIZ . hexagonal $8(KD A A X7 7 — A7 LTI, B 60
IREERAAEDNBIZE SN, 5K T 2: 1 ORI T2 HOF 7 Ly PR XG] &S
NTHBHEShD, RI-2ITRINTZEMEAER ST N 0B I WU ZEAE NS,
ZNEI, Fe*m & FeIZRIE SN D, 30@%4ﬁ/®ﬁ%ﬁﬁwﬂ20®Fﬁ
BELORL DO FMIZ T v MR THLZ N OLNTH D, 5K HRAIT
EAE EF TS EARRT T — 2T kL %mbfw<owm*mi§:
0.64mm/s BELOAE = 0.40mm/s THDH 1 DOX T Ly hOIHTHBHI STz,

ZAVUFEIRIZIB VT hexagonal $EKRITEFMfREIZHE Z L TW\WD Z & Z2Rgd
HHDTHD, 2FNRBITBWTEOETIL 3 2O8kA 4 TEHLINT
W5, ZOBEOMENT, T XTOEA F o OiEF 25 [(+3) X2+(+2)]/3 =
2.6666-=2.7 LEMREII, 2. 7T MiORTT N7 v AIREIZH D Z & 2 B
LTW5,

hexagonal $ERDEIRLD A AN T — AT NV JRAAT N7 v 7 ST
Fe* ™" ChnHZ Lid, BMARY 7 MENLDOEBLZEIZLD, LT X S IZEST
HiL b hexagonal $EIRDZEIRIZIIT 5 Fe* . Fe* D IS%  FiFiv ARz 1S(h, +2) |
IS, +3) &5, ZD2ODA T N1 : 2 DHBRTHEEL TWHDT, 31‘?“
AR T HEA A 2B IR —ERETRy 732 L RETNIX
1S5(h, +2) . Bﬂ+$%%02ﬁ\ﬁ$WMLT1ﬁ\k@otk%®%”@ﬁ
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PR 7 b 1S(h, +2. ) i%, ROKXTERIND,

1S(h, +2.7) =[1S(h, +2) +7S(h, +3)x2] /3
BRICiR 7= X 91, S|RICET D IS0, +2) . IS(h, +3) O ERMEIZIFE L2V,
% Z T orthorhombic &R EMAT 7 b O HIEE (1S(o, +2)=1. 006mm/s .
15(o, +3)=0. 476mm/s) ZRA L CEHET 5 &, 1S(h, +2. 7) OFFEAEIL 0. 651mm/s
G, ZHUXMEMD 0.640+0,005mm/s & —E L TW5D, Z ORI
hexagonal $ERDBIBTOT N T v FINT8A A DTN +2.7 THDHZ
EHRRIELTND,

oy AN -« AR AE S & i ED OO B R

WEEZEZTZAANY T — 27 MVRIED & orthorhombic #4514 &
hexagonal &I, [F ULk Z &I bbb 67, liE OFR e EhZs 81X
X TH D Z LA LN E 20Tz, ZOBIARERIX, 3-3-1 T~/ X #i
WERATIZ BT DR AEIEOE W LI T 5, 3EOEA A4 23 %10 =M%
Z 9 % orthorhombic $&{ARIZ%f L. hexagonal $&{&ITIE =M T+ L
TW5, ZOFRFEIT, IBRAR ML 7o TWDERA A4 OFEEFHIY A FA, 3
2 & HEMTHIT (hexagonal §EK) | LT k7w 7k CEEME) B2 Z
RFTNEWD) ZEEZWRIIHmROT D, TOIERVAAETEZDIE, LUTFD 3
DOEEN BT HLOTH S,

(D2 EpNZ R T RE R b 2 e LT 2 &

(@ﬁﬁmXﬁ%m%ﬁfﬁ¥Eﬁ@%i%ﬁﬂC%ET%&:&

(3) A ARG T =43 T A AT 2 Bk D R AIFEE) O K E 72iE W\ & LI H]

EZICBIcEZZ &

FRABEDA AN T — AT ML HIRE

3-3-1H®D [ZHITE T D8R T OBEEMEDO L) BL O ZBOBEEDH,
) IZBNT, 2Oy F U TOBIIZONWTEE L, ZO/RREL
T. ZIEOHGEaE/ Ny 2 7 OB XX, hexagonal $E{AK <orthorhombic $E{ARD K
INEFR E 72D Z L A R LTz, orthorhombic #i{& & hexagonal $EIKMD X A X777
— AT MV OREDIRERIFED G, ZFNENDT ANAIREE RS, g
Do TOAAREIL, WSRO FIREIDNE Z 2BEELARTIENTE, T34
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BENEWVEERER ANy T I RN EE L N5,

3-5 12, orthorhombic $&#{A&3 L 8 hexagonal $E{AIZ DN TDERA AT T
— RN HEFE (4) O BIRRHFL DR ERAFEZ 7~ T, 78K O mifE CHML S -
FEOBRIEIL In(4 (T)/ 4 (78K) ZE Tk L TTry I TWa,
P ORER DT AL EFTALLEY . UTORXPBKYSLHZ LRSI TND

29)

o

d(Ind) /dT = — 3E,*/ Mk )7,

L7eBo>T, Zo7ay hofExiE, EiRoXofFinksd, 2T, EI3A
AN T — BB T L X — (14. dkeV) . M 1T A ARG T — KBk 2L F—nE 2
SNAHENSFER., clIEE, kITRVY~ B, 03T A ABETH 5,
MEIE [Fes0 (CeF5C00) s (CHaN) 51+ CH,Cl, D43 18 (1772.2) 2 7 AR H R u EELCTHI -
TefE s Uiz, o (BRMZ2MEIEM 3-5 FIRESnTng) 2T
g, %KM 5 L orthorhombic 478 27. 240. 5 K, hexagonal $&{A Tl 25. 1+0. 2
K ERH SN2, WMEDOT NSAREDZEITRE TR0, BMEOFRF A B 72
HROERNHTWD, DFV 7,MEI% orthorhombic #HED TN LV &, =
D Z &1 orthorhombic $EAIZ 1T A hEEL FEIE A hexagonal S8R L 0 % TH 5
ZEERMBLTND, ZOZ EiE, BECHRSS X BT — 2 0 b b
& —HLTWD,

3—3—3 TG/DTGHIEIC L B aniait o BLEEREE D 2 M O bhig

hexagonal £ TG #hi#RIs L VDTG B % [X] 3-6 12, orthorhombic $EAD &
D% 3-TIZENZFINRT, T6 ARIFEEARDOEELILZ R L TWDHDITH L,
DTG HH#RIE TG 1Tkt 2R COMPHEM TH D, D FE D DTG HifRIT TN DR
FHEEREHR LTV D, X 3-6 LV hexagonal $5ATIE 196°C & 215CIZEBWT
DTG HEARAS B — 7 & 797, TG fhi#RIZ X D & 205°C TOEEMN 95. 9%k L7z,
Z U hexagonal $EARIZDUNT CH,CL, 23+ DB 43 IZFRY L. il b I o> fii i
R LTS, DF D CHCL, DREARIAIEOPEBRIE A 13, DTG &' — 7 5Lt 2 H
WTCEHAE L7 NEESE E L TK 2000CToH D EHEE L=, orthorhombic $&{A
(¢ 3-7) Tlx. 151°CT DTG #ifE2y 1 SO v —727 24, T6 fifjicI T 5 175°C
TOEED 95. 4% LTc, DF VK 150CIZIBVTIL CHLCL, 53 F DEREIC
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YT HEELMPEETNDZEETBL TS, B 3-3-b 22bH 607 &
HIT, FEEVAIESY T3 CFs JECHE 7z C3llicin - CEEn D, CHCL, BUBER
FEDET, WIS LR A MET L OMOHMABFEHORS, DF Y fEfmiHEED
FREITHEC K95, hexagonal AR 578 orthorhombic &R K v K dbiR DR %=
IREDMED S 725 RIT. 2 2 TH. hexagonal $5RD LA LV FCHRFETH
HTLETFEBLTND, ZOMBIIRTNROSZHORG/ Y 3% 7 DB S O
Eb—HL TV,

3—3—4 RNy X7 LR EREOBEIC OV T Ok

orthorhombic $&{& & hexagonal $EARDFEE/ Ny F 2 7, fifhé L TOE 1AL
FI, RMFEE 2 AT 572012, THETICELR L TE - X s
fENT. A AN T —JIE, BEESITICEIT DR8N RHE 2R 3-3 [2F &0
7o FEEERETE &R M AEEEOBMRICIER L TEET D L. WL OO
MBS E 725, orthorhombic $ERIL, T/ SAIREED & < o KRB+ O
HEREED BN 2 & 2D | hexagonal S5 L D HEEN R < | R OBGEE) O IRIE
DINESNWEEZOBND, OF D FERMEE 130 7 IS hexagonal $&5KL 0 4
orthorhombic $EAMD TN L VENZ LAVRIBEEN D, HILD A AR T — A~
7 R VIZEUNT, orthorhombic $EMAIE Fe JF+ffi k= » 7 UIREE & 72 V) _ hexagonal
PRI T b7 REE L 2 DiEWE, 2O XD RBLENOFHBITE 5,
# 3-3|Z/R L7z & 91T, hexagonal $5{KTIE 3 DD ERA A 2 NEAM 72 E0L % S 9D,
123K T% 300K THIE =ML BT 5, hexagonal 5K D Fe JiF 3 DD/
X U TREITES BN o TND, TNICE > TRy BT LD ETBENE
FEW A ELZEDORER, KVEWRE TR AT N7 v T E2 A TDRAANT T —
AT RV L7 B, hexagonal $EKDY L D AKUNEEE (K60K) TOJRAA k7~ 7" A
NI MNVERTZEZOWTEL, UTD20DA = XLNBHETE D,
AKIR CHREEEIEDZAEDE Z U | Fe JiF 3 HDOEMMEN KDL
cELHR Yy BT, FRRECOND LT, BEMNMETTD LIV
725,
Ll EE6REKDZYTHLINHRT 2 Z &3 AFETIZTE R o7,
60K UL T DIREE T, hexagonal S5O BLfE G X SRHREMAT N i TEAUEX, £V
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ENHOHAAHEMNEZ RT ZENTE BN AN, BAELRNLFOEEIZ
ITEENR o T,

3—3—5 RHFFEOBLERRITKT 2 AT DR Fen & Ot

ATTE CIR e Eh & ff Xy T 7 L OBREER L, MmSid, £2T
COHETIHIBEOLRIZHE SN TND Z L L L, 2SI O W THRFHT
%o 1990 FARUTIRA TRl D = 8% 71 VAR ERERSERIZBE - 2 BLEETR VY 2 DD A
AN T = HFRPFER I N TND T B TT R T > 7B
LI T HRERERB IO PRy T TORIOEEBICET LI HOTH D,

Yoshida &1d, [Fes0(CiHsCH,C00) ¢ (CsHaN) 51 D 2 FEDZIE % Bk LZE D A AN
T—AXT MVERIE LR Y, ZoZBIE, —HattRERETH Y,
FAREERERTH D, BT EERZBWT, SRR TR FE S (KIR)
T, AEEESITEOCERR I > TETWS, BREED A AT T —2A
X7 ME, #HIREER O BB TAET N7 v TIREICH D Z L ER LT, AT
FENZ BT B [Fes0 (CeF5C00) 4 (CHaN) 5] + CH,Cl, DEFEATBI T B RIL. Yoshida &
DFRERLE T D, FEFM 7L —T13HK X BEIH XRD) I LD,
[Fe;0 (CHsCH,C00) ¢ (CHN) 5] 0D 2 DD ZIE A HREIZ XA STV D A3, Biflidh X
FREHTAHTIL 1 DOZE FERIK) OIRIZONT LOMTHOIR TWRNZH, 2D
DEICARRE] CIEfER RS S /N v 2 0 7 2 I S TR0,

Nakamoto ©1Z & % 1991 4E DA DIFFE TIX, JRFFBEN DR 2 B & 4
B DO G E L TCEIB b T\ o T2y, KIFFE CHOFEL L EE
T DN D, MO, BN L 72 [Fes0 (C7H35C00) ¢ (CH:N) 51+ CsHN - & FEVATE
1L 72 [Fes0 (C7H5C00) ¢ (CHN) 5] D AT T U ik K 8kEEIR 2 Ak L, 78~299K
DIREFRPHIZ DT> TA AN T =AY MUVERIE L 7, IR L 728K
FEB TGN 7 v TRART MvER L, IEEEERITR T N7 v 7
B2 MV THDZ EHB L7, Bk XRD HIEIR, B ARS L OIE
EERSE RO S IZB W TR WEMEMA AT 2BIEETHL 2 L 2R LT,
DFED | FEAAHE I W TIEBERSE R & IR SE R T Ix oy 122 M Fe s i 7p
V. ZORERAANRG T —=2AXT MAMIEOENE LTERND, ZORERE L
THROLNIEFEIIARE L — BT 5D TH D,
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KBRS D =B 2 TN A a2 REBIR O FERRIZONWTE L D
5o BRI EEZ D ZLICLY 2 MOLEKRESHIAR T &%
BN LTz, & ? 2 f# & 1% orthorhombic $£/A & hexagonal $&{ATH D2, =
D 2 DOERIL, A AT T —EIZ I B IRl Eh 28 BE R 72 A= A B
Sz, RIECTIEMESERE SRl N7 v 7RETHS, LoL, SRIZBW
C orthorhombic SFARIZIFE 7 k7 v FIRAED F &£ Th 5 DIZxF L T, hexagonal
SRR TITIR T k7 > PIRETHBH SN D, Z DR lifEE S8 OE I,
MEERO S FEEOBENCEI VAL LD EHEETE S, SRS TGO B
L2 D 3 DDA T ANTIER LT 5 & orthorhombic $5AIX %0 = AT
C. hexagonal $5RTIZIE=MAE LK L T\ 5, F72 2 DOEMKITHES /N> F
YT (FRERBEE) ICBVWTHOREREVLHD ZERHALNIC - T,
orthorhombic $8{AD N FEMBEE . T A IRE, & L THE ISR 77 1 DR 2=
R L HIZRKE VY, 2T orthorhombic $51K J5 73 hexagonal S5 L D & AHE L
L ERRBET D, ZOLR D ICARMIEDOIRE Rl BB AR TIX, 3 DD8kA A
Y ONLERRD R MEENCRE REEL 52 TRV | I RE N
HLTWAZ EZHLNZ LT,

UT, Bl ik et & TR ED O BIFRIC DWW T HLBR & 2 S 3 e STz,
Madsen 5 &, IRAB M K80 VR V3R [Fes0 (CNCH,~C00) ¢ (H;0) 5] D A
AR T —RE & EE T CHRIE L7z, 0= E8ARIE, Nakamoto & 3= Tl
JEFAET b Z o TIRREL 722 Z L ZBRICHE L TVWDE DO TH S Y, Madsen &
DFEFIX, 300K T1KJED FTHD A ARG T —A~7 UL Nakamoto & Dt 5
LRI CTH o7 7 CIREE T 46Pa D& E F TILRFl 7 v A&k LT,
BIEZPTI2 L & fEmEETNE L, Lo T, fimasiEE< b &1
MEND, ZOHREIT, AR TERELTNWDLZLEZTR—FT5HDTH S,
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#3-2 mHEHARER (HAL : %)
FHRAE IR [Fes0 (CeFsC00) 6 (CsHsN) 5]+ CH,CLy DAETd 5, FHHRAE & HIEMITIZIE
—%T 5, WEMBRORRD 2 SORBRIEN, RO ORRILFE Uk
[Fes0 (CeF5C00) 6 (CsHsN) 5]+ CHoCl, Td D Z & ZRIR LTV 5,

C H N F Cl
HEfE 39. 31 0.97 2.37 32.16 4.00
orthorhombic 39. 32 0. 99 2. 49 32. 36 3. 88
gt | | | | |
hexagonal 39. 78 1.03 2.43 32.41 3.09
o | | | | |
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Orthorhombic Pnma
a=12.51, b=21.49, ¢=23.68 A

3-2-a (L[)  orthorhombic SR HLfE & X BRAEEMENT N DG DAL KIS

300K 2T BRI NTFEAE ) BLOAE (deg) : Fel-01=2.022
(3) ;Fe2-01=1.861 (3), Fe3-01=1.878 (3), Fel-01-Fe2=118.0 (1),

Fe2-01-Fe3 =123.2 (1), Fe3-01-Fel =118.8 (1), KB DES LiES
AEEDZER)ND 3 D0 Fe i1 550 = AT THIEFK L T\ 5D,

B 3-2-b (F)  orthorhombic SEARDHENAE TIZIIT DNy F 0 7K
a,b,c O 3 DEFESNL, ENEN DM K OME T3 L CEE T AT
HHZLEEHRLTVD, 4 55T D [Fes0(CeF5000) 6 (CsHsN) 5]+ CHoCly A3 HA
ALk FITHEL TV D,
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Hexagonal P6,/m
13.46, ¢=23.68 A

3-3-a( LX) hexagonal $E{RDHRER X BRAEIERENT 2> D15 5 L7 /0 1A
300K 1 B F 5 & B QD B & O A E (deg)
Fel-01=1. 906 (1) ;Fel-01-Fel’ =120.0 Th %, HHiA DE S B L OWEE A
FENEEEIR 2 LD 3OO Fe -3 E =M TAEFK L TW5,
3-3-b(FX]) hexagonal $EARDHEAAE TIZE1T H /3y F K
a, b, c D 3 DJFTBINL, ENENOHHANX ORIk L CHRE T A H
ZEEERLTCWVWS, B FIZTBWT 2 55 F0
[Fe30 (CeF5000) 6 (CsHN) 5]+ CHoCly ASAEFE L TN 5,
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7% 3-3  orthorhombic §{A& & hexagonal $E{AIZISIT B AGEELT — ¥
X BAEERAT, A AN T —JE, BAEESITICET 27— 2T 5 &
orthorhombic SEMAIT. TNAEENE < | fEMEAIEAS - OBREIRENR SV &
725 hexagonal $5A LV EENEMNEERBND, DFE VM tEE 2130+ 5
/N hexagonal $5/K X U & orthorhombic $5(RD N K VBN L ZREE L TV 5D,

[Fes(0)(CsFsCOO)s(py)s]CH2Cl,  orthorhombic {4 hexagonal $£{A
CHClL &> 6 OFAS LI 90 A 3H
ST N A Orthorhombic, Pnma Hexagonal, P63/m
¥ EER A a=12.51, b=21.49, c=23.68 a=b=13.46, ¢=20.97
(123 K) (123K)
a=12.70, b=21.57, ¢=23.90 a=b=13.59,c=21.08
(300K) (300K)
EEGEHAEE) I glem® 1.849 (123 K),1.797 (300 K)  1.790 (123 K),1.746 (300 K)
(HEME) /  glem? 1.82(1) (293K) 1.72(1) (293 K)
53 TS 3 20 Fe JFHIFFEEM T 3 DD Fe FF I3l CIE
TES =T D)7
(123~300 K ) (123~300 K)
Fe JFL-1- O EREN HR G Ueg = 0.033(1), 0.034(1) Ueq=0.046(1) (300 K)
(300K) (smaller)
Fe [T DAl 2 B 25 8) Trapped (78- 300 K ) Trapped (<60 K)
Trapped — Detrapped (~78
K)
Detrapped (>120 K)
TNAWE | K 27.2 (5) (more rigid) 25.1(2)

T AR A Sy F o BR 2 IE 200 (more tightly bounded) 151
/[ °C
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orthorhombic
300 K
Fe* Fe®*

270K
S S
«
> 240 K
£ .
[
Q
§= 200 K
(]
= :
<
) 160 K
x

120 K

78 K

Fe* Fe’
] ] ] ]
-2 1 0 1 2 3

Doppler velocity/mm/s

3-4-a  orthorhombic §E{KD A ZA /X7 7 — 27 N ILDIRFEEAL
orthorhombic $&A CTl%.78~300K T3 DDOEDFF L F T v 7ENTW5,
T 725, 300K O X D ARER TSR AANFEENC X 2 FBMITE = 67220,

50



T T T T T T T T T T
Fe??+
300 K [ 85 K
v
; ﬁ W tw 79 K
- 220 K
AR foveny
% r
E ‘A' 78 K
© v e
,é 120 K
]
a 70K
1
.
’ 100 K B0 K
»
' ]
s~ 90 K K
f 4
[ ]
Fe™'
Fe”
I | 1 1 1 1 1 1 1 1
-2 0 2 4 -2 0 2 4

Doppler velocity /mm/s

3-4-b  hexagonal $E{EKD A AN T — 227 NILVOIBEEAL
hexagonal $&E(KD A AT — 27 R RITRRICB O TIMEE T ~ 7
v REBICERTIIMEETT N7 v AREEE 20 | B REEKFERBIE X
15, hexagonal A SR 7 liFEEN X, orthorhombic $&K & 1IXI R TH 5,
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% 3-4  orthorhombic $&{& & hexagonal SEAD XA ARG T — /T 1 —HF —

B3 orthorhombic AT K23 hexagonal $&5{&CTdh 5, orthorhombic SEAERD A~
7 "X, 78~300K DIRERIFHIZ O > T 2 DONUMA 7 L v MBSz,
hexagonal $5RIZIVNTIL, 5,60, 300K LIAMZ., @5 OMMTHE Tl s H 7

Moz,
Orthorhombic [FesO(CsFsCOO)es(py)s]-CH2Cl.
Jo(mm/s) AEq(mm/s) I'(mm/s) Area(%)

T/K Felll Fe” Fe 11 ell Felll Fe” Felll
300 0.476(1 1.006(2 1.017(2 0.767(5) 0.291(4 0.222(7) 74(1
270 0.476(3 1.045(5 1.056(5 0.946(10 0.302(9 0.254(16 71(2
240 0.487(3 1.099(6 1.095(6 1.155(12 0.293(9 0.246(17 71(3
200 0.499(3 1.138(5 1.133(5 1.397(10) 0.298(8 0.252(14) 70(2 30 2
160 0.506(2 1.187(3 1.163(3 1.645(6) 0.280(5 0.273(9) 67(1 33(1
120 0.516(2 1.205(5 1.169(5 1.888(10) 0.318(6 0.328(13) 66(2 34(1

78 0.535(1) 1.221(2) 1.177(2) 2.004(5) 0.280(3 0.306(6) 64(1) 36(1)

Hexagonal [FesO(CsFsCOO0)es(py)s]-CH2Cl:
o(mm/s) AEg(mm/s) I (mm/s) Area(%)

TIK Fe'" Fe(av) Fe" Fe!l! Fe(av) Fe' Fe'' Fe(av) Fe'" Fe'' Fe(av) Fe"
300 0.640(5) 0.401(8) 0.25(1) 100

60 0.54952; 1.247§5; 1.13954; 2.140510) 0.30826; 0.382217) 6721; 33213

5 0.544(1 1.234(2) 1.210(1 2.186(3) 0.257(2 0.283(4) 62(1 38(1
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orthorhombic 7]
®  siope= -0.0057 (2) K
e OGp=272(5K

hexagonal

Ln(A/A )

1t
 slope=-0.0069 (1) K’

| Bp=2512)K

—o00 200 300
Temperature /K

3-5  orthorhombic & & hexagonal $EIADIREZAIZISIT D A AN 7 — I FETE
orthorhombic $&& 3 & O hexagonal $5{KIZDUWNT DA A AT 7 —IRINGEIK (4 )
DIRER AR STV D, 78K OfifE CEMRL S Ao mfE o B AT
In(4 (7)/4 (18K)) &72%, ZAUTRE T LTFry FEh TV,
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Fig. TG Curve [ Nitrogen ] Sample - [Fe30(02CCEFS)8(py)3]-CH2CI2

Apparats - Ehimadas TG-30 Sampis Sz 16,383 mg Gas Flow Bﬂ“n"f:'h :omr:ﬂ:m,
Heafing Raie = #0 degimin Pretreatment Oiperator : T.Nakamoby
Fangs 20 mg (10 my) ezzal =02 fat 1 20M4.09.30
mE T j T j =
oo B %,_.__ 45
-
“E E ]
8 E \ '{
MODE C % \ is £
g \ ;
X =y 1100 100.0 e f
s ®E 2 05 959 IS N
N 3 220 947 \ 1. -
) 4 320 645 \ d
§ el 5 500 21.3 % i, :
£ LE | DIG peak 1 196 — e g
2 05 - i —1,. @
g P :
nE N + ER ;
o .
OTGCwve e i,
n' T '1I|x| """"" zlun """"" JIIZII: """"" 4||:c| """"" 500

Temperature | °C

3-6  hexagonal $5{AK® TG-DTG Hh#z
196°C & 215CIZBWT DTG B —27 2125 Z L83 ynD, ZOREHH CORERE
D EFHE, hexagonal $EAIZOUVNT CHCLy 2 F D BUABEFNCF Y 4%, CHCL,
DO AL OPEFRIR L (X, DTG ¥ — 27 b 2 AV TR L 72N A & L TR
200CTH D LHEESND,
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3-7

orthorhombic $&{&K D TG-DTG HhHk

Fig. TG Curve [ Helium ] Sample : Sample
Apparatus © Enimadzy TO-ME (5] Sampie SEE B2e5mg Gz Flow :-IIELM Jmn.
Heating Raee + Edegmin Pretreatment Operator + T.NaRamOtD
Rangs - S0 mg (5D mv) Vessel =02 Daie ;10108
m =
TG Curve
100 e -
— -'_ —
aF a0
a3 E
o MODE i % z
- Ed
R B Y [ 175 5.4 b~ ©
£ 2290 665 \ N
“\ E 3 500 208 . .
) bl
z | DfGpeak | 151 — \ =
: = 'J >
ab : - i £
+om - I @
a b 5 150 - P T -
ok i :;
o
[ .
o ¥
DTG Curve . ~ A W N,
e ey Sy B P “ram e gttt gt Bt ] o
] 100 200 300 a0 =00
Flie:: ambaai bty Temperature / °C Toray Reseanh Cemer

orthorhombic $&A&IZOWTIL, 151°CT 12D DIC B —27 2z 5, ZDOREIC
FBUNTIL0.96 D CHCL, 53 FDBREICHY T 5 Z & %R L7-, hexagonal KD )7
M orthorhombic 81K X U fi LA DO BRFEIRE NMED o 725 1%, hexagonal $E{K
DI NE VBN RFTHETH D Z L E2RELTND,

55



04 E ORGSR ST v RERLZBEEFERIERICBIT S, BEAL OB
BLOSEMREEOFEI LD A ARG T — AT FL~D

4—1 ZLU®IZ

AT O 3 BTl 1BAE TR FMEEA [Fe,0 (CeF5C00) ¢ (CsHsN) 51 -CH,C1, D 2 DD 2%
FBIZOoWTR i o @2 ik Le, RETIEL, BaEiEo 2w
[Fes0 (CF5C00) ¢ (CHN) 5] DIFE . 8 D VMIENL A T 5L X 7 )04 12 B
D7 == VIOBEBHILF (7 v FR) OBEEZ =L &0, FlitEhicxd 55
Z "Fe A AN T —43 M TH~T-,

BOAT 1 & S SRR Iy 1 2 AL PRI HIE L, °Fe X AN 77— 43 % CIR 7l FZE)

DRBEPFRD Z L%, < OEITHEICBNTITOR TV AIFATETH
5

Hendrickson & I3k BEANSY F DIFIEIZ DWW T REBIRIEWERE 2 L T
% o [Fe0(CH,C00)(CHN) 5] » CHN & FE S EB o v U ¥ v i wn
[Fes0 (CHyC00) ¢ (CHeN) s TIZDUNT A AN 77— 2T hVOIREZRAGIIE 217 -
ik, BV AT 5BV TR HTORENBR S8, B Y
VR LTI R AL EIER (B AT R T v P ENEENIE Z 502 L a2 RE
LCW5 #%  Hendrickson bk, fifAM 2> Z L3, @R TR AT h7
v FIRAEIZ 72 DR T & L7c, LavL., [Fes0(CH,CNCOO) s (Ho0) 5] 72 EfE dbiaIE % 4
T2V, BIRTIR A R 7 v 7L bHb ARHENTWDS 0 KL DF 3
BETH, Ml sr b2 2 DOLEHA, R IEIHICB W TAEWTHK T 5%
et D ERHLNE ST, 22T, @IETHTMT b7 v TIRREEER L D
hexagonal—[Fe;0 (CsF5C00) ¢ (CsH:N) 5] -CH,C1, 2> O fifi iis I 2 B © £ o 788K D | 7
%ﬁ%ﬁé%&é’krbko

B IR =8 A VAR RS R DOEUL 13X RCH,C00 Db F X TR IND, &
@%R% PSR 2 TRBEARDN | FEATIFFEIC LU AR &AL, *Fe A AN T 4361k
12XV AR E SR S T E 72 R AN b Bl & D1 A F LI CTHERREC
NAFTH O WFFEFITHR S Z ) R=Cllys D AT TV U ER7 ERSHNENRR & Bl i+

ELTERATIIGE P b D, AFFETIX. R Z T A7 2 =)L CF, TH D
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D, RETITT 877 ==V R=CHF, IZ O\ T H B Z PR U TAHTRE R %
W Lo,

T N7 7N R EEFRIIH OERMEN RS 2 FEE SR LIFSE LT,
RO TNFaREE/RE T b T 7 An R BEBROBEREZK 4-1 (TR T,
RV UEO 0 OMENRERD Z LIS DEBREDRICLY ., $kOEIRE~
DEBENERN>T-bDTH D, ZOERN 2L > TEM LIz ZEEEA T
MEEARIZHOWNT S, R Flif%E) % hexagonal 5K & kb L7z,

ARETIL, sy 7 L BT DEMRILINGER D A AN T — AT f v
IZH- 2 HREIZONWTELRT 5,
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F F FS

F F
AT A R B ERE
Os_ OH Ox-OH
F F F
H 2H—F4 4H—F4
F F F F
2H- TR 7L A O ETEE 4H-FHZ 7 A 0T B TEE

4-1 RUBZTINARBEFRET T 74 0 R EEFREOREEN
T N7 7N ARZEFRIL H OEBNEN R D 2 FEA G LT, AT E
BN LV SO BAIRE~DHEBEEB T D ThH D,
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4—2 Bk

4—-2—1 [Fe30 (CGFSCOO) 6 (C5H5N) 3:| @/EI\E‘Z

B3 EO 32-1 BXW® 322 R LEEFETAEKL L
hexagonal—[Fe;0 (C4F5C00) ¢ (CsH:N) 5]+ CH,C1, (hexagonal $&4) OFy K 0. 2~0. 3g %
0. 1Torr OWJE T T 1~2 B[], 135COA A AN ZTHEL ., fEfRALSE CHCL,
Z R U7z [Fes0 (CeFsC00) ¢ (CsHeN) 5] 2 157, NBMBREE 135S 3 FAZHEE 72 T6-MS 7
—HEH IR, ML EEHEZBEVIKL, L¥EEROIC 1 10OV
aa AL LR L e D KD INERER A R E LT,

4 _ 2 _ 2 [Fego (H7C6F4COO> 6 (C5H5N) 3] : CH2C12 OD/ﬁ\Ejz

7~ T 7 F n e BERE (b5 2H-CF,000) 5g & /K 25mL (2N 2 N L 7=, i
MERTOKIL 2 iz, KE IO TREET MY A 1.38g &S DI1Z 7=, pH
R TH T AN U MEZHERE, FOEWHL, R L TR ERELT, A
BN 7t ThDH I L ek, 7 —7—T 30 I ENT THERE ST,
AENPEOTHEIT, WANR—F —THERDZ, DPLOKERLIZEZA
TEYPDBALRNE I 2 OAMTIES o, —BET TR I, 55
NEAVWHERBNOT I 70t unRBE{EBRT MY U aH ((L%ER
2H-CeF,COONa) ThH 5, Flo, ZDF MU UL EERIEDOENRRLT N T
TNAa R ERT Y T L ({EFR 4H-CF,CO0Na) (I DWW T H [RIEED FiE T
B EITS T2,

HAREk (1) 0. 2g &M LEk (M) 0. 5g ZNEh =X / —/L 20nl THMEL, Y
VY 3nl EMA TR EIT Tz, 22T N7 7NAAa R B&BRT N U LE
(b2 2H-CeF,C00Na) &b & D PR M A 72, 2 KA ERER%, AL, U7
0a A XN Lo TR BEGABNC T Tt 247 - 72, B StiT=IR &
I (9 7°C) TR T o0E L CIT o 72, £ D L7ofbdhns B o = k85K T
Hb, £, F U 7L (L5 4H-CF,C00Na) 225 2 TR D 1L TR D&
a1t o7,
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4—3 HERLEBR

4—3—1 AHkLREtoFRE

B LT 3 FOEAIR FMEE RO TR ST T — 2 2R 4-1 ITE LT, Zh
5D 3 ORI ONWTHER ORI AT EMETH Y . WTFILbiE
A LTy A X 2 L EHIE LTz, [Fey0(CsFsC00) ¢ (C5HN) 5112
DONTIE, LREAWENLIE, LT LbEMETHD LTV, LrL,
ZDREID A ARG T — AT KL, Fe¥' b Fe* OB, 1:1 THDH I L
s L7e 2 & T, [Fes0(CeFsC00) 6 (CH:N) 3] Db 7 A & DIRA TR FlSE AR Td 5
L L7,

3SFEDOEEARDLFERE FRURT, EAEICENT, DO =EHEA R
TGS A AR, SEFEINN O & 5 IZIgFE T 5,

[Fe;0 (CsF5000) ¢ (C5H:N) 5] = Thexagonal i85

[Fe;0 (CHF,C00) 6 (C5HN) 5] = [2H-F4 $81k

[Fes0 (CeHF,C00) ¢ (CsHsN) 5] = [4H-F4 385K
721 hexagonal—[Fe;0 (CsFsC00) ¢ (C:H:N) 51+ CH.C1, 1. 55 3 FIZHi = lhexagonal $
Ky LIRS D,

2H-F4 GEIR-C 4H-F4 S5IRIT, RIS 2 F572 7200 2 &3, JuR ok R0 H 1
Lo, MESEEROKMIIZ, WTFhb Y7 ra A X RN BIT> T
%o & ZTHREBRIBEED D72 0D ThiuX, HftsbOBMEICBW Ty 7 re
AZ R LR THAMRSINDITTTHDH, L, YrreAZ o &—
UME ST A2 R A TR, b Lswv, E3fEdb LT =R
372 B WENG o T, AR BRI REHEZFF oL 0 L
RNV DOBIAET D, R E LT, MO IAZ DA EICEfRR <, =
BaREROREIIZIZY 7 aa X X WERNBIT) ZENUETH T,

4—3—2  "Fe AANTT —43HIT LB RAAHENZ OV TOMET

4-2 1IZBW T, (1)IZ hexagonal $HIKD A AN T =27 kL, (2)1Z
hexagonal FiESERD & D Z -7, X 4-3 O (3) 1% 2H-F4 $&1K, (4) 1% 4H-F4 5K
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DAY NV TH D,

hexagonal iR SR

X 42 O ICRTREBEBELEE LTy 7 an x4 (CHCL) 7y 1% &t
hexagonal $5{KD A7 hLid, Z Z TIELHEEDO 7= OFHE (X 3-4-b, F* 3-4)
ThbH, FMRT =2 BLOERICIHOVTIIEEICE 3 BTRN-ZDT, 22T
(XA L7l & %, IKIRO 5K TIXERD L FARAED Fe* 35 LY Fe™ IZ[X.
SIS Tl b T v 7 CTd D, RO 300K TIEEko X Ffb s hi-2.7
flio 1 AT, JR 7 7y 7RELe->TWn 5D,

hexagonal JiEHARIT, (KIE TIE+3 D Ek & +2 flDERD 2 picsr Tl g S 1R
Tl b7 > IREEIZH D, RAITREL BT TnoThH, +3 Dk & +2 Dk
DS CE— 7 B E 4L, 300K OFIRTH Al F 7 v 7RAEL 2o T D,
D% D hexagonal FERDFEMBE THL Y /7mu A X 2T 5 &, =k
PERARD R, mil GEi) TH ST R T vy TRETHL Z LD
N5 77, Z @ hexagonal MR SEARD A7 kUi, orthorhombic &4 & [F]
BRICHS S G 2 B ©, IR TR N7 v 7IREBEZ R L TWDH B X bR
%, L7»L hexagonal WLSUSEMARIIARE SR CTHELS |, HASBG L0
7otz X BEERNT T — Z D DOBRILTE e o7,

2H-F4 $5K 3 L OY 4H-F4 $5{AR

WA 2H-FA$EIRE X OVH-FA SR D A 27 7 — 227 K JLIZHOW TR 5,
78K D Fe A AN T —AY FUL, WgERE &, Fe¥' & Fe”lTJE SN D 2
MO T Ly hhBoTWT, BRERIZ2: 1 Thb, iU, BARE=
B8k VAR EEIRIC I T DRl B T REED AR 2 B R ThH 5,
300K IZ351F 5, 2H-F4 SERITORXHERHRTH LN 1L fHOX 7T Ly hO L HIT
BRI S TWD, ZO UL, hexagonal $HA LR TH L2, 1HOKX T L v |
ELTARY MVIENT 295 & BAIEIRT 7 (191X 0. 46mm/s TH Y | =I|@D
hexagonal $5{K75 /R L7= 15=0.65mm/s 72 H %, K< T TWD, ZIUIE+F
i3 FEEME STz Fe* " ORTAT b7 v IREEL IXF 2720, BF 5 <, 300K
X0, PRVEWVRETERRT N7 vy IRERL EBEIND,

4H-F4 SR D 300K D A AN T — A7 MVEIBIE, 2H-F4 §8ik & k&<
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BoTWD, ZHHBERE T M7 v 7 REBE TIZEL TV RVIE B
PR TnseEXDBND,

orthorhombic $&£1&, hexagonal i SEIAR. 2H-F4 $&{K, 4H-F4 $&{& D 78K TD

ARANG T —F— 4 %3& 4-2 THB Lo, 2D 4 $5RD 1513 Fe*', Fe™ & B 1T
v FBEEBIC L 2EBTIZ LA LERD LR, 7 v FEEF) iﬁ?ﬂiél‘ﬁ@

9@“%%@%?3@5 WZH0D 6T, BNAIZBIT 5 F EFOME & T
Fe R DALE N FEBERICE W2 EFHIRER H LR b O L HEZE LT,
ZORRIND, Ty BERL BFBEENLA 0D OEARGIBRIZ, FHED A
NT—=ZFENTE A ERBESN2NWZ R boroTc, TOZ &L, fid Sy
XU T DR TOENZ & D Fe,0 FHIZH KITTILARANRDS, $HEAD A 2T T
—ZE 2 T D FHKTH D Z L R d 5,
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#F4-1  JLHRIHTHES (BAL %)
ERERMBCTTIFAHEMETH D, WL TUTIFEF L TV DEERNDL, B =
$k IR B 5 85 5 T & 0 1k R [Fes0 (CF5000) ¢ (CsHsN) 5] (hexagonal i & 8
1£), [Fes0 (CeHF4C00) ¢ (CsHsN) 5] (2H-F4 $814) . [Fes0 (CeHF4C00) ¢ (CsHsN) 5] (4H-F4 $E14)
ThDHZEnghd, £, Zhb SHEOEKRICHOWT, HEOEH EITEMET
BB ENERINTZDO T, SR CHCL X E £ 7evyE L7z, hexagonal A
EERICI VDT, JTERSHTED D ATCHEIILT L h @< RN, A AT T — 2R
XY RVTFe* & Fe*DBRFEN, 2: 1 ThHho7eZ &b, RIZlR_ 7 A & HE

L7z,
hexagonal OH-F4 $tk 4H-F4 &K
LT i N
- 39. 14 43.27 42.72
40. 57 43. 35 43. 35
. 0.99 1. 44 1.39
0. 90 1.34 134
. 2. 00 2. 63 2. 69
2. 49 2. 65 2. 65
. 35. 24 28. 87 28.71
33,78 28. 87 28. 87
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4-2

Relative intensity /a.u.

Doppler velocity /mm/s

Fe— R AN T — A7 R ILOIREZEAY,

(1) 1 [Fe30 (CsF5C00) 6 (CsHsN) 3] - CHoCl2 (hexagonal $E1A)

(2) 13 [Fe30 (CeF5C00) 6 (CsHsN) 5] (hexagonal it 5isE{A)

g o728 (1) 13X 3-4-b OB TH D, W#H & BRI TIT+3 Mok & +2 o
B 2 o ClRBE SR ST v REBICH D, RAICEEZ EF TR &)
X1 20X T Ly NOHLBBIEIND, 2FVRRICBWTEHOETIX3 2OBRE
A AN VUL SN T BT b7 v FREE RS, —07, BREERTH
% (2 1F+3 Mgk L +2 DD 2 sy TE— 7 B SRl b Z » TIREEL 72 D,
DF U hexagonal $HRICE W TIR A THL Y 7 nu A2 2K T 5 & =1
BRESR O FANT SN T 7 v TRIEICH D Z L 2R LT D,
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Relative intensity /a.u.

Doppler velocity /mm/s

X 4-3 Fe-A AN T — AT hLOIRELEAL
(3) 1% [Fes0 (C6HF4C00) 6 (CstsN) 5] (2H-F4 $5{A)
(4) 1% [Fes0 (CeHF4C00) 6 (CsHsN) 5] (4H-F4 $5{A)
M A7 R VILARIR S TH+3 Dk & +2 fliDgko 2 ply Tl S AU
7 v RIS D3, @il (300K) TITEMEARMETHY . il b7 v 7067 b
T v T~ OB E P L HER X D
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#+ 4-2 78K T orthorhombic $£{&, hexagonal FiR SR, 2H-F4 &K, 4H-F4 $&{K D X %

Ry T—F—H
Ew s IS/mm/s QS/mm/s Li/mm/s Area—R (Fe*'/Fe?")
orthorhombic Fe3+ .535(1) 1.177(2) 0.280(3) 1.77(4)
gEIR Fe2+ .221(2) 2.004(5)  0.306(6)
hexagonal Fes+ .529(2) 1.292(4)  0.318(5) 1.84(6)
TRk 71 Fe2+ .273(5) 1.816(9)  0.37 (1)
2H-4F $&{4 Fes+ .531(1) 1.084(2)  0.308(3) 2.05(4)
Fe2+ .237(2) 1.612(4)  0.337(7)
4H-F4 &R Fes+ .524(1) 1.166(2)  0.325(3) 2.17(5)
Fe2+ .302(4) 2.309(9) 0.43 (1)
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#5655 [Fey0(CeF5000) ¢ (CHN) s YR DRSS & LT K D AR sy 7 D HL Y iA
P & SR E)

5—1 I

o4 FE T X, A K L 2R AR M = OB R
hexagonal—[Fe;0 (CsFsC00) ¢ (CsH:N) 5] « CH.C1, (B&F4 ; hexagonal $EK) Dy K05
W INEL LERIEE S5 - CHCL, 2 AL L T [Fey0 (CoF5C00) ¢ (CsHsN) 5] (BSFR ; hexagonal
i SEER) 245 T, W DI BRENC > TRk « 83 L 72, hexagonal $E{A
DR (300K) TD *Fe AANTT = JAAMT b7 v 7T THSTzDITH L
T, hexagonal AEEARTIEI N7 v 7 E D Z L 2REITR LT,

hexagonal BiASEMIZIHN T, — RO S H O IAE L TILD
hexagonal $§RIZER D DD, F IS D3 Kb T 73R ZEBRITITR D 53 F 73
HWOIAEND D TR, EWV ) RERFMERE 7257,

FES NIV AR R (D) S5 IC BT D, by D5y 7R A
~ ﬁﬁ”kﬂ%@ﬁwﬁy@éﬁﬁm%ﬁ%ﬂ%kwaéﬂﬁm%LkL

TR ESFRTH D, 7L —Lb T — 0 Fkk%E b OB ESFIZ Xk D0F0
BUD IAZACOWTIE, SRR ZEGI R D %, Lo, ﬂ%‘i@ﬁaﬁxﬁaa d
BWTOHTOIY IAI, BB 5 FBATHIEIE R0,

ARFE Tl hexagonal XSGR DREFR~D 73T O iAF & HHHHIZ DUV T, P Fe

A ARG T — 3B LD MR OB 2 FREE & L CHFZE L= 2R~
Do

5—2 BEERHIROARS b LER

hexagonal iR SE AR D 78RN A BRI 5-1 D X 5 72 “HOH T ALEENTIT
272, #J30~100mg O hexagonal i SR BERBORE G T Cid F5 Ry R & I8 50)
BN D TT T AR AL, DEOY 7 av AKX CHCl, Z RE72TTDIT T Ak
WWHE T HEA L TEPMBH L, £ 77 . hexagonal #% K (1fk 5= K
[Fe;0 (CeF5C00) ¢ (CsH:N) 51- CH,CL,) %, CHCLZRRICE H L TH, HEMMNE -72<
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WODLNRWERE 2o T,

vruana AR LN, e REIE(RUEY hrmy mTFARCE L
A T b= MU IUEGIRE, Zua kb A 7 78 Ke 7 Z 2 (THF),
TR )=, KEL)IZOWTREOARKR S b LERZIT o2, £/, FIA4 7
A A% 5-1 OIRIEEZ AN DHTITRA L TXUED (bR FRICS bR
Tolre & BTHFRNITES ~E - OFPH CT1T o 72, REHIZ D%, E R
HIE, B3R XBREPT, A AT 7 —HIE THHr Lz,
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F,f%ﬁbtmDEy

/F:')*ﬁﬁk

— AR

4

B 5-1 7&K S5 LIFER
B L CWa 47 AEEUE B /1T hexagonal P& Dy ARG L (X H D F5 ¥yR
o) AL, FEKS D LERI LICKERT T AEOPICANT, DEOHHE
IR Z TN, BRRE LIZRIKII_EBy, by =2 FAXvBr 7
Ay, TR =YV, WERFE, ZunkbA, T T8 a7 J 2 (THF),
=& = K, ZEbRFE (EERO RZ7A4T7 A4 ZA%FH) THhbH, 25°CT, Homy
MO S5 Lz,
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5—3 MERE&EE

5—3—1 HEEMAFEICXLDHER

hexagonal M 5ABEIK DR A FERIZ EHO N 7 A EBNTIT- 12,
hexagonal LSRR Z /N DT T AfEIZ AN, DEOT 7 aa X Z v
(CHCl,) Z RERFDOH T ABICIEEEZ LT, V7 anm XX U RKITERR &
b LERIC, BT R CEHEMEZIT-o, AR O LIEKRFRICKT 2 H &
ZAbZEK 5-2 IZ/R LIS, fafn Lz & EOHEEMZIZY 7 aa A& 1 o1
53 WZHHY L, hexagonal liAUEEADY hexagonal $ERICR »72 2 & 2”5 R & 72
o>f, FIUVEEHEAZMERTL2ERIL. 7 F=F L, XUBUIZHOWTHAT
ST, EEEINIX 5-2 & [FERD 1 43145 DY iAFH%Z R LT,

5—3—2 ¥y ok X BRI PT

5-3 X, hexagonal #&4 (X 5-3(1)). hexagonal i (X 5-3(2)) . ##
RETA IS - 2 BU Y GA AU TS hexagonal MiAEEIA (X 5-3 @ 3 Bt H LAKE, & sbia sy
F ORI IR L) OFR X BRET QRD) " —>Th D, WESHT
hexagonal $§/&®D XRD /X% — > (1) 1%, H&ES X BENTT — & (B 3 =S MR) (23
SEHREINLLD L V=T E, FHEREN TS, £L T, MO TEE
THIRIEW T 12, ES 3SERE NS 10 B2 H £ TO XRD 23 % — X, hexagonal
ERD N — (1) E LSBITWD, 2oz liE, XvBy, T R=RUL,
My ZFARBY TRV oF ULy, mFR UL UDEK[IIL LE
® hexagonal i EEARIL, hexagonal 1K & [F UEdaiE. ZEMIBE P6,/m TH Y |
BT EBDIZEAEEDLRW, EWVW) T EAEREL TS, LA L hexagonal
i S SE A D XRD 234 — 2 (2) 1%, hexagonal $5{KD XRD /X% — 1/ (1) & B 5
o TN A,

AR S B L% D hexagonal B EEARD XRD /X & — 2B W TSR S L2580
BEMEX, UTOXHICHBHTE 5,

5-4 1. c T » TH.7Z hexagonal $EAD/ Ny X FXTH 5, Z i,
FI3FEDK 3-3-b DA LR LD LR —TH Y B TH D, Z D hexagonal
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PEATE AR IV T CHCL 01, BEfE T 5 Fey 7 7 A Z = b D CFBRB LU
U UBRIZE > TR S 4L 5 ZEBUTAFAET Do T OZERUL ¢ il 5 ) (HKH 1 TR
FEDIZELS DBRB > TNTT / Fr e b NI REFREIC/R > TN D, D
EDT ¥ RNV ONEER CF BRBLOE Y DVBRIZE > TEMRIN TS, F
¥ RV D CHCL, D H A& CF B8RO F R+ & OREEEIIKFE RS OEHREL Y
HLEWZ EDL, CHCL 3 FIE7 7 T AT — L AT L - TEREN (T7ebb
F ¥ RIS N TN B2 B D,

hexagonal SR TIL, FEsEE D T1X. T/ F ¥ XU Z—FNIZ A TWT,
F ¥ XNV DOHBEL TGN T 7 T AT — L Z ST THEEHA L TWAHD T,
JEMB ST & ZITHGITHBET 5, WESRS S 723K T 2% 1%L, i En
T L, fgatEbHELS 2%, FRMRXRD NZ— () L LTSN EZD
b, ZOEX, ZRIZZVOEREZ LN L HLLEOTF v o r il & LT
STWDHEHERIND, TOTOHE, ARSI bINTLEE, HTFREDF
¥ URNARNIZADL, LT, BKATE R UTF ¥ O RAAEEITR Y | R bty
T —FNCEE S S mEAEICR D LT 5, 5-3-1 TEEMNMIEY Y
ma AL 1 IS L, e FEROERICRE 572 2 L AR TR &R
BLL7ZH, 20 XRD OFERZ I 24X, JED hexagonal $ERICR >T- LW 2 5,
L. p-F v LU KR %E X5 L7z hexagonal i $E{AD XRD /X% — 1%,
hexagonal $EIRLFAIL Ty, U LU EMEROPT CTHRLEW pF L
ZEH LD XRD NZ— 5 MOBMRE D LRRDFERERoT, ZhiT
hexagonal IESEIRD p—F 2 L 372 2D Z £12 L - T, hexagonal 1AM
TEOFEEED O BN TV A A2 BLZTOFELWEREZRON LN LEE
b,

5—3—3 A AN T =036 X DT

5-5 1%, hexagonal MR SEARZ T b= KU /L (CH,CN) ZRRUICE & L723EE
DAANG T —AXYT MLV Thb, b LKHEBELS 2DICEWER TME
NRT YT ENTRENST N T v PRES LR L IZART FAARELL T
ST EBRBRISND, A7 MU, DT 0.2 FEHOAKSH LT, §TIZ
RESEMLTEY, MEEEERVIABDH A DA —VENR 0 B &%
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AL, HEEMAEEROERE LETWD, Z ORI hexagonal FHAIZ
RoleZ R LTW5D,

X] 5-6 % 25 hexagonal A EEA, hexagonal fiREE{A %2 CH,CN ZRKUT & &
L7z % @ (hexagonal PiXGHA+CH,CN & KG0) . F Y CHCN ‘/@lﬁ‘;%ﬂﬁikﬁ L7z
hexagonal FiESEIRD A ANRXAT — A7 sV Th D, BB hexagonal fi& S5
DARY ML D T- D F 4 DX 4-1(2) OFHETH 5, TEDOF hexagonal
Bl 5B AR D A~ 27 R VTZARIEZIE D hexagonal BiAKEEAICEI TV D, Zhid
hexagonal i 5A#EA+CH,CN Z il LB+~ 5 & | 3TN hexagonal BiXEERICR S Z
L&RTFMEL TS, DFE D hexagonal BRSEAITIELLS)F (CH,LL,) DT 7253
MDZERRIT, 7' F= b UL (CHCN) 72 E DM DA 3B 51T, 0 IRLH
A TEZHREMEEEZA L TVWAZ ENHERIND,

hexagonal S ZBHIDIEHR K TI B LIZBED A ANDY T — AT
M %R 5-7 £ 5-8 ITRT, "By, MLy ZFARUEY B
7 A 22T hexagonal BEASHEARCHCN & [AIERD A7 R V(LS BL S 4
7= (X 5-7), fllz b biRFE, 7ol A, 7 87k Fe7 7 (THR) B X
Rz ) =B WTHREERD AT M b 28I L7 (] 5-8), hexagonal
RS R EZ 2N DFEEARKICS O T LERERT b7 v 7RO A AT T — 2~
7 MvZaRd, Lonl, K 5-9 1R LIk 912, AR (H0) B L O bk
(CO,) TIE, ﬁ%@x~7waMiﬁﬁéhﬁ#okooibmﬁ%m@%i
bk (Co,) 2 S b L THEFRREIIRN RV, ZORRIT, KEX
(H,0) ° —fe{b ik 3 (CO,) 1%, Z @ hexagonal BiiEHIARD 757 ZEFIC ITHHIE = 4
RV, HOLWEIMR SN E LTHEA A ONERR A E ST D KD ekl
EfEEDZBITE Z 572V 2 EZRB LTV D, ZIUTIKRAR (H0) R0 bk
F(CO I DT A ZD/NS VD TREHEIZ B L Wieh LRI D,

R b (CelsCHs) <2 7 A & (CeH;CH(CHy) ) 72 EANZERRIZ P LA H TV 5 5
BAS RN D, YA RTEOF 2 L o B RIBRICREFF S LD O Tldens b

BIND, XV LRI ATAEOMEDENNZL Y AL (o), A% (m),
NT(p) D IFEOBMARDFIET D, XV ARSI L LERBOF LR
PERAIIZ BT D5 A ANT T =27 b V&K 5-10 1237, 3FEO¥T L
BMEARAMAIIIEIRICB D THWVICH BNCRR D AANT T =AY MLk
RLT-, F7-. hexagonal A EEA+o-F L ik, =IE T hexagonal $H5i& L FE
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I LI A AN T = AT MvZapR L, BT N7 v 7IRETH D,
S DICFHFMIC T 72012, Zhb 3 O F o L BRI o 78K 123
FHRARANT T =AY "L %EK 5-11 127, 78K Tik 3 fli & & 5472 i
N7 7RETHD, EF VL UVAKREIL LRI HIT ~ 7 v 7 RKE
DB % bl 9%, hexagonal iR +m 3 L > Tl 100K T hexagonal
FER L LI TV 5, hexagonal Mg {A+p—% 3 L > Tl 85K T hexagonal 5k &
LlCTWb, L7235 T, hexagonal FiSEEAD X2 L AP DIl k7~ 7
REENDT M7 v TIRE~OBBIREIX, oF Loy >rF by >pF oL
YOIRTE L HEE SN D,

RENZBT DI RBEFICONWTE LD D, Fe AANTT =5 HEHEVE 3
T CREICE S L7~ hexagonal $E14K, hexagonal B EEIK D 5 fLEhZ B3 51
. B, BIEN. ARETHO ISR - SRR T — & | JFEF-ikREic B
TORMREBITHERE—1 DEIITRD, F3ED X SR LY .
hexagonal $ERDE MIELELSY F1LT /) F v V RVITFET H Z L BHER I LT
Wh, B4 BOMELY ZORBEBE S FI3K< 2 &R TE KEDOERG
FAZ XV T AR T O ZEBRITITZE O T v o RV 2T L S S
Ho ZDEDF ¥ XML, BDHYA XDk~ AR EZ WL U720 T
X7 THZENHENE o Tn, TOBIIEERIIR A E E3h 2 - L A
AN T —HEDOREFRICEEZE IO bbb, 2FVAKARILIT / Fx o
RS % b S, 2 OfS S IR iRl RE B L 5252 L
DB E7R ST,
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1'1[] I T T T T T T T T I

- Fe30(C gFsC00) g(CsHsN)3.CH ;Cl :-1 (1) ]
&= i i
E - =
o i
£ 1008 — Fe,0(C4FsCOO) ¢(CsHsN); (2) .
2 | |
= i ]
e | |

I 1 1 1 L 1 1 1 L L 1 |

r:-'”::IEI' 50 100

Exposure time /m

5-2  CH.Cl 78R & & LEBRD hexagonal A SEARDOE BRI T 0 v
BV AL D hexagonal RSSO E EMINIT CHCL, D 1 5 FICHY L, & D
{LFEROEER~DREIEZ R L TV D,

4



Fe,0(CFsCO0)s(CsHsN) 5.CH,Cl, (1)

'1 P * Fe30(CFsCO0)6(CsHsN) 5 (2)

n ﬁ J\ L 2 + CH,CI, vapor

h A J\ ff 2+ CHCI3 vapor

n ﬂ 4 \ 2:&T43CN vapor *
H ’\ 2 + CzHg vapor

" ’ )\ 2 + CsH5CH; vapor

n ,\ A \ 2 +2;;:0:H5 v‘apord

A A '\ 2 + 0-CgH4(CHy), vapor

2 + p-CgH,(CH3), vapor

Relative intensity/ a.u.

2 + CgH5CH(CH 3), vapor

20/ degree Cu K, -X-ray

5-3  hexagonal $5{K & hexagonal BLASHIE, KAMER S B LERK O E X AREIHT
RV, "My, ZFARCBL TA oo XLy XL ED
KR S5 LTt D hexagonal BLAEE{A & hexagonal $51KD XRD /3% — 34 <
R L THD, ZiE hexagonal &KL FHEFKG X6 L% D hexagonal & SHAMN
FETHDHZ EE2RBLTNS, L, prF UL U RKICE 5 LT hexagonal
B RFERD XRD /35 — /13, hexagonal Bi5SHA & AL L TV 7wy, ZHUEER~
A TOPTROBREWD FHEZ SO p-F U L AT, LD THEENDE L
WETEDIFRN B AL Z Doy F-ZERRIZIT AN RN Z & 2R/ LTV D,
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5-4

c B2 > T RL7- hexagonal $5{(KD /X % 7H

CHCL 2 F13, BHET S Fey 7 7 A5 = b O GBS LOE Y DY BHC &> T
END T ) RA RICALES D, CHCL 1D HIF T & CoFs BRP D F L7 & 0 FEEfEI
KEFEAOHEREL Y b EV, K 3-3-b Of Sy EF—F—2 ThHN, Kkx<
JERLTHB L,
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T T T T T | T T T
F5.CH2CI2—F5 (1600) —CH3CN-vapor

0 KZ926

B/ 7k L RS

5 WWN‘-FM 0 B
o |0
> w 0285
2 | 1hr KZ931
g . X 1 BFfE]
© 20 br, ] . TP756
% o "t 20 BFfE]
E 65 hr . TR757
- - - y * 65 H%FE?
87 BEE]
Room Temp.
S

Doppler velocity /mm/s
5-5 ARFHRGEIZ L 27 F =k UL (CHCN) A& S B LA D hexagonal BiRSEARD 2

ANGT =AY MV Th D, RV THE TS N7 v 7Sk
NDT N7 v PIREENEIRA AT MAABRERE L TWD,

7



CH3CN vapor for4 h * K7984

heated at 135 C in vacuum for 2 h SR0O14

Relative intensity/a.u.

-10 0 10
Doppler velocity /mm/s

5-6 HRIZBF2FHFAANY T =AY hL
hexagonal fii& 5K (1)
T F=FU ARSI 5 L% hexagonal isBE A (H)
PR SULER % O hexagonal BibAEEMAS (TF)
TEBOF hexagonal BLKSHAD AR MAFEIRIL EEBIZRTICD hexagonal ik
BERICEEEL L TV D, AT hexagonal BASE{A+CH,CN 2SR S5 Z £ 12 &
Y hexagonal BLASHRICIR D Z & 2R L T,
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[ )
=
S | b)
> M
W
| -
@
=
@ C) L
=2
= /
L]
'

m\hfrﬁ-w.t

-2 0 2 4
Doppler velocity/mm/s

[ 5-7 ZERRAEDLLEBRBEDAANRNYT =AY L
a) X (15 BEE)
b) hb (19 IRefH])
¢) TF L E L (39 IRERE)
d) 7 A 2 (20 FEfH)
ONIZENENDOHKS E S5 LIZRTH 5, hexagonal B EEA+CH,CN & [RIkE
DAY MVELNRE STz, 2% Y hexagonal &SR %E FRLo X 5 7oAk
NIRRT ES BT E CHON ZBRUCE B LTEFED K D =BT N7 v 7RI A AN
TT =AY MVERTRER E 2o T,
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Relative intensity/a.u.

Doppler velocity/mm/s

BJ5-8 K I D LEBREDAANT T —ZAT [L
e) THF 785 (8 IR¢fH])
f) 7 v ARL (9 KR
g) TH J —)L (8 IE[H])
h) DAL AR (8 IREfH])
ONEFEhZENIL LEKHCTHDL, TEF=PMIALERIZI DL LIZHED
hexagonal BiXEHIA & [AERD A7 ML BIE 472, D F D hexagonal ik
ERE LD X D AHY TARKICE LT T F= MY AEKICE BIZ LR
DEIBRBRT 8T v TRORAANRGT =27 M ERTHERE R o7,
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Relative intensity /a.u.

Doppler velocity /mm/s

B 5-9 HAMAKKS D LEBRBEDOAANTT =T fL
1) “{b iR 3 (88 IRF[H])
DX 78K (T DI U e b ik 5% (88 FREfH)
k) ZKZ&5 (8 IR¢fHD)
1) /KZE (8 REfE]) D% 7 = b U L7 (1 IR f)
ORIZZENRZNS 6 LR CTh 5, ZI{biRsE C0. 3 KX UVKAES H0 I DUV T A
X7 MVERITBIE SN AR 0T, TD AR FVEERND . H0 B X0, 72 &
DA XD53 11X, D hexagonal LRSS DST-HIZEBRICITRFFS N2 &
BB LTND, i FED A AN T =27 FLR—Ha TR S0, 1
RSO L7 b= M) VEKOEBIZL SO EHEEIND,
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Relative intensity/a.u.
L) — =
-«
*

= B

P b

0o 2
Doppler velocity imm/s

P

< 5-10 SEIZBITHF VL UVARS D LEDAANRT T —AT fL
a)hexagonal iS5
b) hexagonal G EEAR+o-F 3 L L #&
¢)hexagonal iR SEAE+m% > L 7%
d) hexagonal iR SEAE+p-F 3 L 785
IZ hexagonal ISR E & D LIZBO AT MUERTH D, 3HEOF LR
PERA ML EIRIZB D TAEWVIZHA BRI D AANT T — AT FL AR
LTCW5%, FB972 D1 (b) ® hexagonal Mik$fif+o—F T L KA T, HBET
hexagonal $EK & IEFIZHHLL LI A ANT T — AT M LR LTS,

zi# zi#

#

JT A



Relative intensity /a.u.

L " i

-2 | 0 2 | 4

Doppler velocity/mm/s

5-11 T8KIZBITHF VLRI L LD AANY T —AT [
a) hexagonal BiASHA+o-F T L 785K
b) hexagonal Wi EHA+mF 2 L 785K
c)hexagonal & SEAR+p-F L 785
JAFAl & T > HKAET hexagonal #HALESULL TWo, DF Y T8K TIXFERLN
Tl k7 > IRRETH D,
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#5—1 hexagonal R SEAZ KT (1 S%) SOHLLEFEREREOE LD

2R Rl 8D FERmT —#
((#===2) (R AR 7 —1EHD)

hexagonal $&{& 5KT, FNF7v7 hexagonal

[Fes0 (CeF5C00) ¢ (CsHsN) 31-CH.Cl; 800K T, T hT w7 (EAEd X M, BEK
XRD)
RWRBHESFIZIT/ Fx
VRVITHTEZHER

hexagonal it $HA 78~300K T, b7 v HBILMNITET

[Fes0 (CeF5C00) ¢ (CsHsN) ] F ) F % U RIVOEREHE
L TWB LH#E

hexagonal X SEE % KK =iE (293 ~300K) T, hexagonal (5K XRD) **

(BF 8% &L LEHE val A A REGFNITF ) Frvorx
([Fe30 (CsF5C00) ¢ (CsHsN) 5]+ S¥) JCHET D L #HE

k S=YruuRXrHr, suaRihs, WELKREZE, 7B h=FrU/L, T FFk Fn
772 (THF), =4 ) =) _oB by ZFARBr T A oy m, p-

Ly
ek 7L:7L\4_‘L/\ S = H,0, CO.. p—aF“/I/‘/liﬁf%<o
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%6 B [Fe,Cr0(CeF5C00) 4 (CsH:N) 51+ 0. 5CHsN « CH,CL, (231 D &8k D 5+
%)k

6—1 ZLDIC

B3 EICBWT, BRER Al =7 7 A i BE B,
[Fes0 (CsF5000) ¢ (CsHaN) 51+ CH,CL, DT (hexagonal 1A & orthorhombic $&{4) 1%,
Fe A AN T =0T SN D 8 =N OJR B Eh 02808 K& < B
HZEEAM LI, 512, ZRHDIRFBAI, fdh/ Sy ¥ 7O, i
R E ORI T Z L AL NC L, KETIIS =D b0 1 2%
BUNADEB THEMICESHRZI-LE, BONDI~T udd A,
[FeFeMO (C4F5C00) ¢ (CsH;N) o] #5123 & D X 9 7 il i@ & 2 R 3 Oz B
L7z,

NT ORIV VBREER DRI bR TWD, SR T
T3fin&EA A4 ThHD "MW D & D 27217 Tl BAE Mo M
M, ML T RLEEAR O B BEIC AR STV D, AREFTED K O Ao JH TR B O LR
D, FeFeM =8 VR U FBEEIRIZ DWW T D FEATHFZE H U < oM dd %, Nakamoto
5 % 0%, [Co"Fe™,0(CH,LNCO0) ¢ (Ho0) o] 1A Z Gl L A ANT T — AT L%
HE L7235, 80~299K DR EHIPH TFe* 21T DX 7 Ly MU D B3R &z,
Gavrilenko & "' | [EIREZRSEA, M "Fe™,0 (CF5C00) ¢ (H,0) 5] -H,0 &5 (M=Mn, Co,
Ni) DA AN T =27 hVZRIEL, 80, 300K T, Fe” 72 ALl =N D Z
EEWELTWD, ZOM T =T DR EIL, WThb~T u R =
RO 2 D Fe" A F o Z 8D MUFe"Fe' T 5, & Z T AKBFZETIEL,
A T OB F 72 D MUFe"Fe '  Z#E8E R IC BT 28k D JF Tl FRENCER L
72

~T B ILEOHEATIH- b alkE 0 < 20 A, [Cr"Fe™Fe"
0 (CeF5C00) ¢ (CsHsN) 5]+ 0. 5CHsN + CH,CL, Z Bl DIRA TR lgsfk & LTz, &6
(2, BURERWR R E R 2B L 72D T, ZOETHERD,

85



HAb$k (1) 0. 1g &~ v A (1) 0. 8g Al Hp& . =& /—/L 20nL T 10
MEERRL, BRICEMR LI 2R Lz, RICEY P2 3l A7z,
WDKK HEFOA~EBL L2 & 2R %, S5 10 I EHE L,
FZNIR B TINA LB EFEHT NI U LE 1 2s & T HOFERIMZ T 2 K
FE B L BB AR L. Y7 e A X 2 30ml 12 X 0 M ERIEEZFT U,
AR TREEE U7z, A b3 iR & s G 7°C) T, FH L ICiE L
TiTole, BoNTZRBRAOKSENE WK TR [Cr"Fe"Fe "
0 (CeF5C00) ¢ (CsH3N) 51+ 0. 5CsH:N « CH,Cl, T 5,

I TCRFEETARXIIER 7 v AERICB T 28R AU DA RIREHTH B,
ARAFGEZ I T DIRA TR MSERIL 2 OB A A28 1 2, SMD&EA 427
2 OTHERISNTWD, @ DRAL T EE&BA 4 DR IT Wi
=1:2 L7025, TNETOBERIT, ZOmLRTAKL, Rk L T& 7,
LU, HAb®k () - A AbS () A7 v A () =1:1:1 TERLIZEZ A,
TEHRIIS SR TH -T2, 2V, ZOARKIZBWNTZ B AXZD
RE TSRO FIITMAA TN o T2, £ TWANARIBALZ R A
7o BORBIIZER Y b AEERBG O N D EBA 42 OA R RITIELER (D) - i
fer7m()=1:2 Thole, HFALED) ZIFRFERTHLITHENND LT,
Fe*' a5 DL, W B LT DL T Fe® O —HM Fe* I L2 b
DEHLEIND,

6 —3 FERLEBE

6—3—1 A LIEHERDFETE

TR OREREZFK 6-1 (27, BIEMIEZ DK LFEA[Cr"FeFe
0 (C¢F5C00) 4 (CsH:N) 5]+ 0. 5CsHiN « CH,CL, EARE L7z DFHRL E —Ed 5, H)
XBRAT (8%« 7 10 ALLOHIE) OFERZX 6-1 12T, B XMRD AT R
oISk & 7 o0 AOIFFELN 2:1 THDHZ L EREBL TS, BT (TG-MS) D

BAE2X 62177 T M T —FE2H5bE 150CTIT.9%E 20 1 H>O— 7 2l %
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%o 0. 5CHN 231234k T 72356 D FHAEAE CRFHE I [FeCr (0) (CsF5C00) 6 (CsHN) 5]
0. 5CsH:N + CH,C1,/ [FeyCr (0) (CF5C00) ¢ (CsHsN) 5] + CH,C1,) I 97.83% T 5, -
T, T OSEBFE R CHN 431 0.5 855 OFE IS kT 7= LI X 5, 2
O ORIER RIS . 13 DA Toibbt 3 F U [Fe,Cr0 (CoF5C00) ¢ (C5HsN) 31+ 0. 5CSHN -
CH,Cly, ERIE L7z, LA, ZOfdm % RfEG B R LKL T 5,

6 —3—2 °Fe AANRTT —AXT kL& FHiifEHE)

X 6-3 I[CHRMEEEHERD A ARG T =27 MVOIREEERT, £ 6-2
WCEHEBNTEAARNR T —=RIT A= —%F LD,

120, 180, 240K TD AT VIR, FEAIGIIRIC K DL > TeIB D720
HHIHHETH L, TDD, BHOR/NRETIIMETEL 74 v T 4~
TNzl 2T 78 BEON 298K DAY R LI DWNT DI, T A v
T AT EIToT2, T8 KDOANRY ML, R62ICFLEDLNTZAANT T —
INTA=ENG, MAE YV F"BLUNEmAY Y Fe¥IRBIND, 2 20DX T 1
v & LTI ST Fe O Fe? ITxt 92 A A N0 7 — W AE 58 B O FE Xt BRI
=56/44 Th 5, BEGBEEEEDOITF DS TR S D Fe® 1Fe¥'=1:1 123 < | 78K
TIHRAFEE O 7 WEFAl k7 > AIRRETEEZE 2 Hivd,

B 6-3 12T Lo, WEREN EAT DL, 2007 Ly MR 1DOOFT
Ly MG D, Zhud, 78K b 298K ~DIRE FHIZ X - T, B4R
SR D a7 A (Z) Rl T > TIRENDT T v FIRREBICE (L L= 2
EERRLTWD, ghe BFEDILHEZ GRSl =FZ VR 85K D *Fe A
AN T =R T, R MEEBERN Lo & 0 LB SN0, RFFERY)
HDTTH D,

Z DERD 297K TIHRTAMT F T v 7 L lp otk A A DFEFlC OV T, 2
MRS 7 S OBIEME 0. 72mm/ Z D)o TEET 5, 5 3 3 Cik X7~ hexagonal §
K 300K T IS fE 0. 64mm/s & g 5 & Z OEBMEESRBIEARD Z 0 1S fEIX
BASMNIREL o T D, $E=FD hexagonal $EKI1L, |IE T2 DD Fe* & 1
DD Fe”, T72bH 3 DDA A UNIFZEERIFEFNT 7 v FRETH Y |
FRILIREEIZ+2.7T Lo TV D L, FIETRLEE, £ZTH 3 ED 3-3-2
ERIC LDz, BESBEEROSEE IS ENS, SOl OV TRETT 5,
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ZOEERIZEIT D, BRT ‘RIS THIES LD Fe¥' & Fe” OARRY) 70 HE
> 7 MEIL. orthorhombic &K D ¢ @ ((7S(o, +2)=1. 006 mm/s. 7S(o, +3)=0. 476
mm/s) ZITEAGICHE S, ERIZ X > TRD BTz Fe' & Fe”' O IS fHOFHHEAE
0. 742mm/s 1%, RS BEEAROEER TO IS fE (0. 72mm/s) IZFEFITHT L 7g o T
Do HMERT T MIBKORFARE RS AHEAL TWD Z &b, BRI RIE
2ODPA AL TT b7 v T SNIZFEFIE+2.56 THDHZ Larm L T\,

HRESREIEROEIR TO ISfE, orthorohmbic A3 L N hexagonal $E{RIZE
TAEIR ISTEE . FNEIUTK LIAE LIcBkD IRl OBfRD 77 7 % [X] 6-4
(R, Ty MIEREZ R L, ZHEAEBIOE 3 TR LZZ &0
E4PEEZRL TV,

6 —3—3 =HECTOERMEBEIAD = aT7TIZBT 5 Rlhifwdh o %

ATE T, BERAhTdH 2 BfEe B A CIR iR 2 9o TERR L2 &
%m“ko;®ﬁ%®ﬁ@ﬁ%i\é%uﬁ%%@%%%k%?%@Tﬁéo
FTNTEAMIREFN ED LI 20N TH D, DE W RFEEBTHH /1
IAF B G A TIRFMMFREERENE Z > TWED), TN b7 abAF
IRz 2 DDA A ORI TRANFIBEZNEE THWD01nE NS 28T
H5,

BAEGEEERD 297K TORA ARG T — AT MUITEIT D8 MEES T b
(IS)MB, Fe*" ThHhHZ ALz, DFV, BESEEEKIZBWNT, 724
JRAITRFAMRENC B 5 LW e EBR I D, Zhud, 8k 7 n A0 TERE
M7 B AL F—Z W~ X W ~) DDz, 2 2D8kA A L7
LAFT L ORDORAMOT b7 v TREI Senzd B2 b b,

KREDWIERRIZOWVWTE LD, AFREOBRFESRITATIIOLE 2D d &
FM,Fe’" A A L Fe" £ AL E DT Fe AANRT T —HIEDH A LD 4 R
7 100ns £V T o LS BEIL, BRCTHNT FT v REEL 72D, 30D
PA A THEI LTS hexagonal 85RO 1S i & bl d 2 & | RGBSR
O ISTEFBIES KOG EEICB O TEVWEEZ R LT, ZORENS, BfES
JBEEIATIE 2 DO8A A v DR FIAEEM LI TS, DFE D, REEGE
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FIZBT DR RS 7 B 2B W TE, ZabsAf F 03B E Linwz &n
HoNhERole, ZBEBRD 2 SDO8A T OMEFNT b7 v 7EGITHE
LT%%7V7%%TL\QQMMﬁi%”ﬁ£50;@iﬁﬁﬁﬁﬁ@ﬁ%
IO TOBRPFERTHY | FRZ SR FHOMEFIZB W TERT b
Z7 v TR RLTWD,

SEATHFZE D Nakamoto & 2 & Gavrilenko & O M"Fe"Fe" 8 iR A Rl =%
TINVREERD A AN T — 2T RV TIL, %h@%@:bf%\%%ﬁ@
BENIRO bR hocZ L, BRICZOEDHE TRz, ZDZ &
SR 2B EZ AN TORFMOFEENEZ 5202 L2 EHRL TV D, W%We
TRIOARMFFETORER S, BAESE R XA TNV T S O R %2858
722 &b, L L, RIFZETIEM"Fe"Fe" ™ 5 © D Fe"Fe" M43 Tﬁ%ﬁ%
RV, SO TN ER TR 2 2 L 2D TR L,
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#6-1 JTLRIPTORR (wth)
BEECREEROLENERMELEANFRECH L, sHEMIL. ¥
[FesCr0 (CeF5000) 6 (CsHsN) 5]+ 0. 5CsHsN = CHyCly Tdb 5, BHEIE & FBRE A i 95 & |
FE—ET 2206, Z ORI T [FesCr0 (CeFsC00) 6 (CsHsN) 31+ 0. 5CsHsN +
CH.Cl, TERIND,

EREE R
B30 ¢ [FeaCrO(CeFsC00) 6 (CsHsN) 5]+ 0. 5CsHsN + CHoCl,

e FHRE
C 39.13 39.39
H 1.19 0.97
N 3.06 2.38
F 31.57 32.23
Cl 3.77 4.01

90



Fe

Relative intensity / a.u.

0 5.0 10.0 15.0
X-ray energy / keV

X 6-1 52 X BT ORI EREH
W X BROART NVBIEIIEE 7 v ADOFELRERT, TORERBENS
Fe:Cr=2:1 TIHFELTWVD I ¢ Z L TW5,
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#6-2 BEGREIKDA AN T —/NTG A —HF —
Fr 720 1x 298K (28152 ISTETH D, 0.72/mm/s % hexagonal SEIKD
0.64/mn/s &S 2 EHHNITEY, ZHUTFEFMER 3 S TEHES T
% hexagonal $5(RIZ%F LT, Z OEFMEERBEGARITEL 2 D THEHLENT 17 AITE
DI G L TRV L 2R LT,

T/K IS/ mm/s QS /mm/s LW /mm/s Al%
298 0.72 (1) 0.43 (2) 0.52 (3) 100
78 0.57 (1) 1.30 (1) 0.48 (3) 56 (2)
1.23 (1) 2.38 (2) 0.39 (1) 44 (2)

IS ; isomer shift, QS ; quadrupole splitting, LW ; line-width
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Relative intensity / a.u.

6-3

Qu"/ 120 K

/8 K

2
] Fe "
+

Fe

-2 0 2 4
Doppler velocity /mm/s

BRI JBEERD A AN T — 27 kL

T8KIZHB N T, Fe™& Fe* D 2 DX T Ly N TR SN TVD, IREN EFT
HEL2ODXT Ly b 1 DOX T Ly MIA&EN5, 2L, 78K 725
298K ~DIREE LA Lo T, BEGBEHEEIEN RN T v PRENLT T v
RABITZEAE LT 2 & 2omie LT 5, RAED T & SR ATl =M LR
PERD °Fe A AT 7 —HEFET, JAFIFREIS Z O L 5 ICiE> & 0 BRI S
DL AWFFEDAD T TH Y fined TEERBHFRTH D,
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Oxidation state of Fe

lsommer shift/mm/s

6-4 FFESESEA. hexagonal $E{A&. orthorhombic $E{EDEIR TD IS{E & Fe OEE{LIL
HE (B2t 20 D EAfR
M orthorhombic $&(K® 7S f# 1.01,0. 48 (mm/s). AL hexagonal $&KD IS fif
0.64(mm/s), @ITEMEEEIEARD ISE 0.72(mm/s) TH D, 3 >DOEAD T 1 v b
ALEIEPIEAR TS Z ENTE S, OF ) BESBIHAO R lin+2.5 i Toh
AZ L HERELTWA,
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K L DH 1 BT EOYE =L HIICHOWT, & 2 ETITHEFER LI
W7o, RETIHE 3~6 FIZFL L7- 2 & 20N, AR OV TE
EHD, £, RimSCOMFFRICBEE L THMTICRE Lm0y & b
% P136 \2F & O Chidk L7,

%3 BmTIL, XU F INA R ZERBERN T LT D A TIR,
IbLSAEZHIET A Z 212k > T 2 DDOZLJE. hexagonal SE(K (ST EhRA) &
orthorhombic $&4 (B 7 aERA) DFEEZH LML, MEZIEV 3T ONHF
EEMENL LTz, 20 2 O, ALFHERNFE CLEMTHIICHEDbL T, 2 X
NG T =AY NVIZEBWTHHEREW AR T, hexagonal $H{AIE, KR TIXE
THIEEBI M N T » 7IRETH D03, R CTIHEHlFREN R =
DR 7w FIRAE L 72D, —J5, orthorhombic $5KMD X AT 7 — A~
7 MV ClE, ARIED S EIROEEFH I B W TR MEEENIE = & 3 70 b
Ty TR L 72D, WEEIRIZRIT 2 MA BB OE WO ER T, #daH T
Doy FHEIE L REBEDEWICH D, Hifbeh X SUEMITIc LY . 2o =8
PEIRDIEE 2 500 L7z, hexagonal $5IATiX., 3 DDA 4 NI IE=MAET
NMEER L CW%, —JF., orthorhombic $EKRTIL, 3 DDEA A L RHIONLE
FEIRIEEAN T, 250 = A TER L TWD, 3 DDA 4 U NIE=AT
LG A X, BB AR Y U T T HOICRERMEEL Y, TORE, =il
R W TR AHIREBLG 2E Z 3, —J5. 3 DDA F W 550 =ATE TR
L. M 258 1R g A & 3, A 7 v R e s, 2 2
DOFRITFERBEEICB N THRERIBEBVASH D Z EEZH LN LT, WEERK
Zb#g4 % & . orthorhombic $ERD FNEEBE ., T AIRE., £ L CTHEMBE
B OBRFREOT R THRREVERNE LN, Z 3T orthorhombic 54
DF5 73 hexagonal $HEAR LV LFEMFTEHNBENZ EZ2RBTHLLOTHD, OF
DARRFZE CIE, X 0SS IR R E R Es I K& e B a2 525
ZEEHLMNT LT,

HAETIL, BRIFTHH N ZTINFaRBERD F R4 1 5 HEFID
BEWZ T b7 INA L BEFEBETEREZITV., 2 O F4 KD I A

96



L7z, 2O F4SERIE, F RS 1 DD &GS 03 i 7e ey &y 5 &
FWRE R UTo, Eo, F4 5K & RSBy 1 2 ]\ 72 hexagonal iXUBE(AR T
(XA ARG T =AY M JUZEB W TR PRI ANE & 720, ZAUEAs s %
t,-D orthorhombic $HAMD A AN 7 —2%@h & L RIEOBRTH D, £7-, Fli
A REMEDTRNEHRIE TH D12 L0 5T, hexagonal IAEEIAR & F4 $EIK
ETIEF & HOBEHIZ LD ISTE~OEETIZ L A EERNR o7, ORI
B, 7 v REHRDBEFBRENL 0O OETWSINET, $EED A AT T —2
I SN2 EDRA BN E o T2,

55 5 B ClX, hexagonal BEER DRGS0 T T2 2D F v o R A
IZDWTH B 2MZ L7z, hexagonal FASHIRIZ, & DA XOFREAK YT % B
DIADME 2R T, TOHAALF1T hexagonal BESERDZEDF v o %V
NIZBRFFEN D, TORR, I o AEENEL D, Tt 3 2Ok
AF e FEMRIE=AEOHAMA~EBE L, EFREA A M ThRy B 74
D DI EE RO ERR E 7D, ZORE, BRCEAHMiFESSRSLLE T, &
OFBARLA D TE2KRLS &, BRESNETF ¥ U RV ST =222
DF % U FNVEMERVERT S, TRICEVFEREELTANEL, 2O
R, 3ODEA A UNTFEMMEE K- T “FEL AR D, ZOEAIE. BETO
Ry B TITRI RN EEZH LM LT,

H6ETIL, BHERDIODEHAFT LD 1 D/ LFFICEEHZT-IR
AR AR B IR D AR T) L7-, hexagonal $5{KITEH R FiA+2. 7
7R DTk L, Z DR EEKIT2.5 L7225, 3 DO&B/A AL DHT 2
DDA T LD TORBFOBIMNEE, 70l T NILOEFBENC
Bb b7, 2oL, IEFITH 2 HR B EIE G o6 2 R LT,

AT F 1T DIRE TR Al “AZEREERIL, PFe A A0 7 — 23 WIZ R Tl
THEREONBIHFE R A WSS b b7 b Lz, ZOMIERRIE. R HlifRE E 5
S RAEEO A IR B IN D, $o, MREEOEWIC X > TH T
BEHRICKERENE RS THhObd, T LT, BIRIZEEE LT, K
TAiFREN B S 2 A AN T — A7 "NV THERT 5 2 & T, $EADERICEY
AATETRIE Sy T O A 2 KB C & S RTgeME S JH Uic, FRRIIZIZ T A& 4
—RE~DISHPHIFHTELRATH D,
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f14% 1-1 : hexagonal $&{A& (300K)

Table 1. Crystal data and structure refinement for testl.

Identification code
Empirical formula
Formula weight
Temperature
Wavelength
Crystal system
Space group

Unit cell dimensions

Volume

Z

Density (calculated)
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 20.08°
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F?

Final R indices [I>2sigma(1)]
R indices (all data)

Largest diff. peak and hole

testl

Csg Hi7 Cl2 Fso Fes N3 Oss

1772.20

300(2) K

0.71073 A

Hexagonal

P6(3)/m

a=13.5879(19) A a=90°.
b =13.5879(19) A B=90°.
c=21.083(6) A y = 120°,
3371.1(12) A3

2

1.746 Mg/m3

0.862 mm-!

1744

0.13 x 0.10 x 0.09 mm3

1.73 to 20.08°.

-13<=h<=11, -10<=k<=13, -20<=1<=20
10885

1117 [R(int) = 0.0783]

99.9 %

Empirical

0.9264 and 0.8962

Full-matrix least-squares on F?2
1117/4/187

1.032

R1 =0.0384, wR2 = 0.0941

R1 =0.0604, wR2 = 0.1064

0.524 and -0.346 e.A3
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Table 2. Atomic coordinates ( x 104) and equivalent isotropic displacement parameters (A2x 103)

for testl. U(eq) is defined as one third of the trace of the orthogonalized U tensor.

X y z U(eq)
Fe(1) 1056(1) 1592(1) 2500 46(1)
o(1) 0 0 2500 37(2)
0(2) 2083(3) 1517(3) 1806(2) 59(1)
0(@3) 1733(3) -265(3) 1804(2) 60(1)
N(1) 2312(5) 3415(5) 2500 48(2)
F(1) 2326(3) 1871(3) 464(2) 97(1)
F(2) 3899(3) 2373(4) -436(2) 115(1)
F(3) 5532(3) 1839(4) -277(2) 119(2)
F(4) 5581(4) 764(4) 785(2) 144(2)
F(5) 4007(4) 243(4) 1688(2) 122(2)
c(1) 2226(4) 728(5) 1616(2) 47(1)
C(2) 3110(4) 1038(4) 1110(2) 46(1)
c@) 3127(5) 1594(5) 563(3) 59(2)
C(4) 3923(6) 1848(5) 96(3) 72(2)
C(5) 4742(6) 1582(6) 179(3) 77(2)
C(6) 4770(6) 1045(6) 712(4) 84(2)
c(7) 3948(5) 774(5) 1165(3) 69(2)
Cc(8) 2751(5) 3975(5) 1959(3) 54(2)
C(9) 3635(5) 5070(5) 1943(3) 62(2)
C(10) 4093(7) 5629(7) 2500 61(2)
Cl(1) 6667 3333 1971(9) 730(16)
C(11) 7940(30) 4830(30) 2500 169(19)
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Table 3. Bond lengths [A] and angles [°] for test1.

Fe(1)-O(1)
Fe(1)-O(3)#1
Fe(1)-O(3)#2
Fe(1)-0(2)#3
Fe(1)-0(2)
Fe(1)-N(1)
O(1)-Fe(1)#4
O(1)-Fe(L)#2
0(2)-C(1)
0(3)-C(1)
0(3)-Fe(1)#4
N(1)-C(8)#3
N(1)-C(8)
F(1)-C(3)
F(2)-C(4)
F(3)-C(5)
F(4)-C(6)
F(5)-C(7)
C(1)-C(2)
C(2)-C(7)
C(2)-C(3)
C(3)-C(4)
C(4)-C(5)
C(5)-C(6)
C(6)-C(7)
C(8)-C(9)
C(8)-H(8)
C(9)-C(10)
C(9)-H(9)
C(10)-C(9)#3
C(10)-H(10)
CI(1)-C(11)#5
CI(1)-C(11)
CI(1)-C(11)#6

1.9064(10)
2.051(4)
2.051(4)
2.059(4)
2.059(4)
2.195(6)
1.9064(10)
1.9064(10)
1.247(6)
1.234(6)
2.051(4)
1.335(6)
1.335(6)
1.333(6)
1.338(6)
1.351(6)
1.344(7)
1.342(6)
1.501(7)
1.360(7)
1.372(7)
1.372(8)
1.342(8)
1.351(9)
1.372(8)
1.367(8)
0.87(5)
1.368(7)
0.90(5)
1.368(7)
0.92(8)
2.20(3)
2.20(3)
2.20(3)

CI(1)-CI(1)#3
C(11)-CI(1)#3
C(11)-H(11A)
C(11)-H(11B)

O(1)-Fe(1)-0(3)#1
O(1)-Fe(1)-0(3)#2
O(3)#1-Fe(1)-O(3)#2
O(1)-Fe(1)-0(2)#3
O(3)#1-Fe(1)-0(2)#3
O(3)#2-Fe(1)-0(2)#3
0(1)-Fe(1)-0(2)
O(3)#1-Fe(1)-0(2)
0(3)#2-Fe(1)-0(2)
0(2)#3-Fe(1)-0(2)
O(1)-Fe(1)-N(1)
O(3)#1-Fe(1)-N(1)
O(3)#2-Fe(1)-N(1)
0(2)#3-Fe(1)-N(1)
0(2)-Fe(1)-N(1)
Fe(1)-O(1)-Fe(1)#4
Fe(1)-O(1)-Fe(1)#2
Fe(1)#4-O(1)-Fe(1)#2
C(1)-0(2)-Fe(1)
C(1)-O(3)-Fe(1)#4
C(8)#3-N(1)-C(8)
C(8)#3-N(1)-Fe(1)
C(8)-N(1)-Fe(1)
0(3)-C(1)-0(2)
0(3)-C(1)-C(2)
0(2)-C(1)-C(2)
C(7)-C(2)-C(3)
C(7)-C(2)-C(1)
C(3)-C(2)-C(1)

2.23(4)
2.20(3)
0.968(11)
0.968(11)

96.10(10)
96.10(10)
91.3(2)
95.06(10)
87.97(14)
168.82(14)
95.06(10)
168.82(14)
87.97(14)
90.5(2)
178.38(15)
85.02(14)
85.02(14)
83.80(14)
83.80(14)
120.0
120.0
120.0
132.2(3)
131.2(3)
117.4(7)
121.1(3)
121.1(3)
127.1(5)
117.2(5)
115.7(5)
115.6(5)
121.5(5)
122.9(5)



F(1)-C(3)-C(2)
F(1)-C(3)-C(4)
C(2)-C(3)-C(4)
F(2)-C(4)-C(5)
F(2)-C(4)-C(3)
C(5)-C(4)-C(3)
C(4)-C(5)-C(6)
C(4)-C(5)-F(3)
C(6)-C(5)-F(3)
F(4)-C(6)-C(5)
F(4)-C(6)-C(7)
C(5)-C(6)-C(7)
F(5)-C(7)-C(2)
F(5)-C(7)-C(6)
C(2)-C(7)-C(6)
N(1)-C(8)-C(9)
N(1)-C(8)-H(8)
C(9)-C(8)-H(8)

119.7(5)
118.0(6)
122.3(6)
119.8(6)
120.5(7)
119.7(6)
120.3(6)
119.8(7)
119.9(7)
119.8(6)
121.2(6)
119.0(6)
119.8(5)
117.1(6)
123.1(6)
122.7(6)
111(4)

126(4)

C(8)-C(9)-C(10)
C(8)-C(9)-H(9)
C(10)-C(9)-H(9)
C(9)-C(10)-C(9)#3
C(9)-C(10)-H(10)
C(9)#3-C(10)-H(10)
C(11)#5-CI(1)-C(11)
C(11)#5-CI(1)-C(11)#6
C(11)-CI(1)-C(11)#6
C(11)#5-CI(1)-CI(1)#3
C(11)-CI(1)-CI(L)#3
C(11)#6-CI(1)-CI(1)#3
CI(1)-C(11)-CI(L)#3
CI(1)-C(11)-H(11A)
CI(L)#3-C(11)-H(11A)
CI(1)-C(11)-H(11B)
CI(L)#3-C(11)-H(11B)
H(11A)-C(11)-H(11B)

119.4(6)
121(4)
119(4)
118.3(8)
120.8(4)
120.8(4)
96.6(9)
96.6(9)
96.6(9)
59.5(7)
59.5(7)
59.5(7)
61.0(14)
120.5(15)
120.5(15)
120.6(15)
120.6(15)
108(3)

Symmetry transformations used to generate equivalent atoms:

#1 -y, X-y,-z+1/2

#4 -x+y,-X,z

#5 -x+y+1,-x+1,z

#3 x,y,-z+1/2

#6 -y+1,x-y,z



Table4.  Anisotropic displacement parameters (A2x 103) for testl. The anisotropic

displacement factor exponent takes the form: -2n2[ h2 a*2Ull + ... +2hka*b* U12]

Ull U22 U33 U23 U13 UlZ
Fe(1) 45(1) 49(1) 46(1) 0 0 24(1)
o(1) 33(3) 33(3) 44(5) 0 0 17(1)
0(2) 60(3) 51(2) 69(3) 0(2) 20(2) 29(2)
0(@3) 71(3) 47(3) 65(2) 13(2) 20(2) 32(2)
N(1) 50(4) 51(4) 46(4) 0 0 29(3)
F(1) 100(3) 137(3) 81(2) 39(2) 10(2) 80(3)
F(2) 133(3) 147(4) 59(2) 40(2) 17(2) 64(3)
F(3) 113(3) 137(4) 97(3) 17(3) 62(3) 55(3)
F(4) 126(4) 196(5) 171(4) 67(4) 72(3) 126(4)
F(5) 124(3) 183(4) 118(3) 81(3) 50(3) 121(3)
c(1) 49(4) 56(4) 43(3) -1(3) 2(3) 33(3)
C(2) 51(4) 42(3) 48(4) 6(3) 4(3) 25(3)
c@) 64(4) 60(4) 60(4) 2(3) 5(4) 35(3)
C(4) 86(5) 74(5) 47(4) 6(3) 4(4) 34(4)
C(5) 87(5) 75(5) 65(5) 9(4) 34(4) 38(4)
C(6) 86(5) 98(5) 92(5) 21(4) 33(5) 65(5)
c(7) 75(4) 85(5) 63(4) 25(4) 23(4) 53(4)
Cc(8) 61(4) 51(4) 51(4) -4(3) -1(3) 29(4)
C(9) 63(4) 53(4) 63(4) 10(3) 14(3) 25(4)
C(10) 58(6) 43(5) 75(7) 0 0 21(4)
Cl(1l)  810(20) 810(20) 560(30) 0 0 407(11)
C(11)  80(30) 120(30) 290(60) 0 0 50(20)
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Table 5.  Hydrogen coordinates ( x 104) and isotropic  displacement parameters (A2x 10 3)

for testl.

X y z U(eq)
H(8) 2450(40) 3530(40) 1640(20) 65
H(9) 3940(40) 5420(50) 1570(30) 74
H(10) 4690(70) 6370(70) 2500 73
H(11A) 7910(50) 5520(30) 2500 203
H(11B) 8730(30) 5030(50) 2500 203
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{145 1-2 : hexagonal $&{4& (123K)

Table 1. Crystal data and structure refinement for ¢57h15f30fe3n3013ch2cl2.

Identification code
Empirical formula
Formula weight
Temperature
Wavelength
Crystal system
Space group

Unit cell dimensions

Volume

Z

Density (calculated)
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 25.25°
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F?

Final R indices [I>2sigma(1)]
R indices (all data)

Largest diff. peak and hole

c57h15f30fe3n3013ch2cl2

Csg Hi17 Cl2 F3o Fes N3 O13

1772.20

123(2) K

0.71073 A

Hexagonal

P63/m

a=13.458(1) A a=90.0°.
b =13.458(1) A B=90.0°.
c=20.967(1) A y=120.0°.
3288.7(4) A3

2

1.790 Mg/m3

0.884 mm-!

1744

0.20 x 0.06 x 0.05 mm3

1.94 to 28.99°.

-18<=h<=12, -18<=k<=18, -27<=1<=23
15970

2775 [R(int) = 0.0408]

99.7 %

Semi-empirical from equivalents

0.9337 and 0.8970

Full-matrix least-squares on F?2
2775/0/174

0.986

R1=0.0473, wR2 = 0.1406

R1 =0.0595, wR2 = 0.1491

1.108 and -0.948 e. A3
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Table 2. Atomic coordinates ( x 104) and equivalent isotropic displacement parameters (A2x 103)

for c57h15f30fe3n3013ch2cl2.  U(eq) is defined as one third of the trace of the orthogonalized U'i

tensor.

X y z U(eq)
C(1) 1503(2) 2257(2) 3388(1) 28(1)
C(2) 2096(2) 3151(2) 3901(1) 31(2)
C@®) 1536(2) 3146(2) 4461(1) 35(1)
C(4) 2087(2) 3953(2) 4934(1) 42(1)
C(5) 3207(3) 4789(2) 4850(1) 48(1)
C(6) 3786(2) 4826(3) 4304(1) 52(1)
C(7) 3228(2) 4009(2) 3839(1) 45(1)
C(8) 4007(2) 1235(2) 3049(1) 31(2)
C(9) 5127(2) 1457(2) 3068(1) 33(1)
C(10) 5691(3) 1552(3) 2500 35(1)
N(1) 3445(2) 1114(2) 2500 28(1)
0(1) 0 0 2500 24(1)
0(2) 2024(1) 1760(1) 3201(1) 36(1)
0@3) 562(1) 2113(1) 3202(1) 35(1)
F(1) 451(1) 2330(1) 4559(1) 52(1)
F(2) 1537(2) 3911(2) 5472(1) 63(1)
F(3) 3748(2) 5587(2) 5307(1) 67(1)
F(4) 4881(2) 5656(2) 4225(1) 89(1)
F(5) 3800(1) 4072(2) 3308(1) 76(1)
Cl(1) 3333 6667 3190(4) 385(5)
Fe(1) 1610(1) 545(1) 2500 29(1)
C(11) 2430(30) 5640(30) 2500 192(17)
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Table3.  Bond lengths [A] and angles [°] for ¢57h15f30fe3n3013ch2cl2.

C(1)-0(3)
C(1)-0(2)
C(1)-C(2)
C(2)-C(7)
C(2)-C(3)
C(3)-F(2)
C(3)-C(4)
C(4)-F(2)
C(4)-C(5)
C(5)-F(3)
C(5)-C(6)
C(6)-F(4)
C(6)-C(7)
C(7)-F(5)
C(8)-N(1)
C(8)-C(9)
C(8)-H(8)
C(9)-C(10)
C(9)-H(9)
C(10)-C(9)#1
C(10)-H(10)
N(1)-C(8)#1
N(1)-Fe(1)
O(1)-Fe(L)#2
O(1)-Fe(1)#3
O(1)-Fe(1)
0(2)-Fe(1)
0(3)-Fe(L)#2
CI(1)-C(11)#4
CI(1)-C(11)
CI(1)-C(11)#5
Fe(1)-0(2)#1
Fe(1)-O(3)#6
Fe(1)-O(3)#3

1.243(2)
1.249(2)
1.511(3)
1.383(3)
1.392(3)
1.333(3)
1.381(3)
1.335(3)
1.368(4)
1.348(3)
1.372(4)
1.342(3)
1.378(3)
1.332(3)
1.341(3)
1.383(3)
0.9500
1.383(3)
0.9500
1.383(3)
0.9500
1.341(3)
2.190(2)
1.9088(5)
1.9088(5)
1.9088(5)
2.0569(15)
2.0678(15)
1.95(2)
1.95(2)
1.95(2)
2.0569(15)
2.0678(15)
2.0678(15)

C(11)-CI(1)#1
C(11)-H(11A)
C(11)-H(11B)
0(3)-C(1)-0(2)
0(3)-C(1)-C(2)
0(2)-C(1)-C(2)
C(7)-C(2)-C(3)
C(7)-C(2)-C(2)
C(3)-C(2)-C(1)
F(1)-C(3)-C(4)
F(1)-C(3)-C(2)
C(4)-C(3)-C(2)
F(2)-C(4)-C(5)
F(2)-C(4)-C(3)
C(5)-C(4)-C(3)
F(3)-C(5)-C(4)
F(3)-C(5)-C(6)
C(4)-C(5)-C(6)
F(4)-C(6)-C(5)
F(4)-C(6)-C(7)
C(5)-C(6)-C(7)
F(5)-C(7)-C(6)
F(5)-C(7)-C(2)
C(6)-C(7)-C(2)
N(1)-C(8)-C(9)
N(1)-C(8)-H(8)
C(9)-C(8)-H(8)
C(10)-C(9)-C(8)
C(10)-C(9)-H(9)
C(8)-C(9)-H(9)
C(9)#1-C(10)-C(9)
C(9)#1-C(10)-H(10)
C(9)-C(10)-H(10)
C(8)-N(1)-C(8)#1
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1.95(2)

0.9900

0.9900
128.2(2)
116.01(18)
115.82(18)
116.8(2)
121.4(2)
121.85(19)
118.2(2)
120.1(2)
121.7(2)
120.1(2)
120.4(2)
119.5(2)
119.9(3)
119.5(3)
120.6(2)
120.1(2)
120.7(2)
119.2(2)
118.3(2)
119.5(2)
122.2(2)
122.6(2)
118.7
118.7
119.0(2)
120.5
120.5
118.8(3)
120.6
120.6
118.2(3)



C(8)-N(1)-Fe(1)
C(8)#1-N(1)-Fe(1)
Fe(1)#2-O(1)-Fe(1)#3
Fe(1)#2-O(1)-Fe(1)
Fe(1)#3-O(1)-Fe(1)
C(1)-0(2)-Fe(1)
C(1)-O(3)-Fe(1)#2
C(11)#4-CI(1)-C(11)
C(11)#4-CI(1)-C(LL)#5
C(11)-CI(1)-C(11)#5
0(1)-Fe(1)-0(2)
O(1)-Fe(1)-0(2)#1
0(2)-Fe(1)-0(2)#1
O(1)-Fe(1)-O(3)#6
0(2)-Fe(1)-0(3)#6
0(2)#1-Fe(1)-O(3)#6

120.75(13)
120.75(13)
120.0
120.0
120.0
130.41(14)
131.30(14)
71.1(12)
71.1(12)
71.1(11)
96.30(4)
96.30(4)
91.16(10)
95.48(4)
168.22(7)
87.84(7)

O(1)-Fe(1)-0(3)#3
0(2)-Fe(1)-0(3)#3
O(2)#1-Fe(1)-O(3)#3
O(3)#6-Fe(1)-O(3)#3
O(1)-Fe(1)-N(1)
0(2)-Fe(1)-N(1)
O(2)#1-Fe(1)-N(1)
O(3)#6-Fe(1)-N(1)
O(3)#3-Fe(1)-N(1)
CI(1)-C(11)-CI(L)#1
CI(1)-C(11)-H(11A)
CI(L)#1-C(11)-H(11A)
CI(1)-C(11)-H(11B)
CI(1)#1-C(11)-H(11B)
H(11A)-C(11)-H(11B)

95.48(4)
87.84(7)
168.22(7)
90.74(9)
178.17(7)
84.97(6)
84.97(6)
83.25(6)
83.25(6)
95.7(15)
112.6
112.6
112.6
112.6
110.1

Symmetry transformations used to generate equivalent atoms:

#1 x,y,-z+1/2
#5 -y+1 x-y+1,z

#2 -y,X-y,2

#3 -x+y,-X,z
#6 -X+Yy,-X,-z+1/2

#4 -x+y,-X+1,z

110



Table4.  Anisotropic displacement parameters  (A2x 103) for c57h15f30fe3n3013ch2cl2. The
anisotropic

displacement factor exponent takes the form: -2n2[ h2 a*2Ull + ... +2hka*b* U12]

Ull U22 U33 U23 U13 UlZ
c(1) 26(1) 29(1) 29(1) 1(1) 1(1) 14(1)
C(2) 28(1) 35(1) 34(1) -4(1) -2(1) 18(1)
c@) 36(1) 36(1) 34(1) 2(1) 3(1) 19(1)
C() 60(2) 48(1) 27(1) -4(1) 1(1) 34(1)
C(5) 52(2) 47(2) 44(2) -18(1) -17(1) 25(1)
C(6) 31(1) 54(2) 61(2) -22(1) -7(1) 12(1)
c(7) 31(1) 51(2) 46(2) -15(1) 1(1) 15(1)
C(8) 32(1) 29(1) 31(1) 1(1) 0(1) 14(1)
C(9) 31(1) 33(1) 34(1) 0(1) -3(1) 15(1)
C(10) 28(2) 30(2) 45(2) 0 0 13(1)
N(L) 29(1) 25(1) 28(1) 0 0 13(1)
o(1) 21(1) 21(1) 29(2) 0 0 10(1)
0(2) 28(1) 39(1) 42(1) -10(1) -3(1) 19(1)
0(3) 32(1) 36(1) 43(1) -9(1) -11(1) 21(1)
F(1) 46(1) 47(1) 48(1) -1(1) 17(1) 12(1)
F(2) 92(1) 64(1) 33(1) -3(1) 14(1) 38(1)
F(3) 78(1) 66(1) 54(1) -33(1) -27(1) 33(1)
F(4) 36(1) 83(1) 110(2) -54(1) -3(1) 2(1)
F(5) 37(1) 74(1) 79(1) -37(1) 21(1) 0(1)
Cl(1) 477(8) 477(8) 201(6) 0 0 239(4)
Fe(1) 30(1) 27(1) 29(1) 0 0 15(1)
C(11)  230(40) 160(30) 95(19) 0 0 30(30)
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Table 5.  Hydrogen coordinates ( x 104) and isotropic  displacement parameters (A2x 10 3)
for c57h15f30fe3n3013ch2cl2.

X y z U(eq)
H(8) 3621 1166 3440 37
H(9) 5503 1543 3464 40
H(10) 6453 1680 2500 42
H(11A) 1625 5468 2500 230
H(11B) 2454 4913 2500 230
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{-44% 1-3 : orthorhombic $&{A&>— 4 (300K)

Table 1. Crystal data and structure refinement for test0.

Identification code
Empirical formula
Formula weight
Temperature
Wavelength
Crystal system
Space group

Unit cell dimensions

Volume

Z

Density (calculated)
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 21.79°
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F?

Final R indices [I>2sigma(1)]
R indices (all data)

Largest diff. peak and hole

test0

Csg Hi17 Cl2 F3o Fes N3 O13

1772.20

300(2) K

0.71073 A

Orthorhombic

Pnma

a=12.7004(13) A o= 90°.
b=21573(2) A B=190°.
¢ =23.906(3) A v =90°.
6549.9(12) A3

4

1.797 Mg/m3

0.887 mm-!

3488

0.35x 0.24 x 0.15 mm3

1.70to 21.79°.

-13<=h<=13, -22<=k<=22, -24<=I<=21
24448

4028 [R(int) = 0.0266]

99.7 %

Empirical

0.8784 and 0.7465

Full-matrix least-squares on F?2
4028/2 /542

1.029

R1=0.0307, wR2 =0.0770

R1 =10.0380, wR2 = 0.0821

0.392 and -0.389 e.A3
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Table 2. Atomic coordinates ( x 104) and equivalent isotropic displacement parameters (A2x 103)

for test0.  U(eq) is defined as one third of the trace of the orthogonalized U tensor.

X y z U(eq)
Fe(1) 10973(1) 2500 4754(1) 34(1)
Fe(2) 8483(1) 2500 5188(1) 33(1)
Fe(3) 8972(1) 2500 3837(1) 34(1)
o(1) 9413(2) 2500 4587(1) 32(1)
0(2) 10868(2) 1812(1) 5387(1) 53(1)
0(3) 9178(2) 1824(1) 5644(1) 48(1)
0(4) 7493(2) 1838(1) 4863(1) 44(1)
0(5) 7815(2) 1835(1) 3941(1) 43(1)
0(6) 9934(2) 1802(1) 3579(1) 44(1)
o(7) 11296(2) 1794(1) 4169(1) 47(1)
N(L) 12677(3) 2500 4908(1) 39(1)
N(2) 7332(3) 2500 5884(1) 40(1)
N(3) 8478(3) 2500 2952(2) 40(1)
F(1) 10931(3) 446(1) 5431(1) 113(1)
F(2) 11308(3) -435(1) 6205(1) 120(1)
F(3) 10920(2) -203(1) 7294(1) 90(1)
F(4) 10100(2) 900(1) 7606(1) 104(1)
F(5) 9709(2) 1782(1) 6834(1) 90(1)
F(6) 7618(2) 514(1) 4957(1) 75(1)
F(7) 6351(2) -472(1) 4838(1) 115(1)
F(8) 4698(2) -416(1) 4133(2) 134(1)
F(9) 4302(2) 638(2) 3553(1) 126(1)
F(10) 5585(2) 1631(1) 3668(1) 85(1)
F(11) 10809(2) 1384(1) 2580(1) 73(1)
F(12) 11597(2) 368(1) 2096(1) 93(1)
F(13) 12357(2) -569(1) 2727(1) 81(1)
F(14) 12373(2) -471(1) 3851(1) 86(1)
F(15) 11634(2) 551(1) 4350(1) 78(1)
c(1) 10111(3) 1636(1) 5670(1) 39(1)
C(2) 10316(2) 1144(1) 6107(1) 42(1)
c(@) 10738(3) 573(2) 5967(2) 60(1)
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C(4)
C(5)
C(6)
C(7)
Cc(8)
C(9)
C(10)
C(11)
C(12)
C(13)
C(14)
C(15)
C(16)
C(17)
C(18)
C(19)
C(20)
Cc(21)
C(22)
C(23)
C(24)
C(25)
C(26)
C(27)
C(28)
C(29)
C(30)
C(28B)
C(28C)
C(29B)
C(29C)
C(30B)
Cl(L)
C(31)
C(31B)

10935(3)
10734(3)
10316(3)
10108(3)
7381(2)
6638(2)
6808(3)
6167(3)
5347(4)
5132(3)
5791(3)
10776(2)
11198(2)
11190(2)
11599(3)
11993(3)
11997(3)
11615(3)
13215(3)
14286(3)
14830(4)
6975(3)
6261(4)
5895(6)
8431(4)
8303(4)
8230(8)
7404(12)
9151(11)
7086(12)
8853(16)
7805(14)
2899(3)
2890(30)
2250(30)

121(2)
237(2)
793(2)
1241(2)
1640(1)
1101(1)
559(2)
54(2)
77(2)
603(2)
1114(2)
1590(1)
1012(1)
940(2)
419(2)
-51(2)
-3(1)
528(2)
1971(2)
1955(2)
2500
1970(2)
1956(2)
2500
1970(2)
1952(3)
2500
2500
2500
2500
2500
2500
1816(3)
2500
2500

6358(2)
6908(2)
7066(2)
6666(1)
4376(1)
4311(1)
4607(1)
4547(2)
4195(2)
3899(2)
3955(1)
3772(1)
3485(1)
2912(1)
2655(1)
2973(2)
3541(2)
3790(1)
4955(2)
5034(2)
5076(2)
6100(2)
6532(2)
6750(3)
2666(2)
2089(2)
1803(4)
2822(6)
2551(6)
2276(7)
1998(8)
1849(5)
6756(2)
6385(7)
6630(20)

68(1)
60(1)
62(1)
52(1)
35(1)
37(1)
49(1)
71(1)
79(1)
74(1)
54(1)
36(1)
36(1)
46(1)
55(1)
54(1)
51(1)
46(1)
52(1)
62(1)
64(2)
59(1)
88(1)
99(2)
56(2)
74(2)
71(3)
43(4)
40(4)
55(5)
59(5)
71(3)
396(3)
198(18)
160(20)
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Table3.  Bond lengths [A] and angles [°] for  test0.

Fe(1)-O(1)
Fe(1)-0(7)
Fe(1)-O(7)#1
Fe(1)-0(2)#1
Fe(1)-0(2)
Fe(1)-N(1)
Fe(2)-O(1)
Fe(2)-0(3)#1
Fe(2)-0(3)
Fe(2)-0(4)
Fe(2)-O(4)#1
Fe(2)-N(2)
Fe(3)-O(1)
Fe(3)-O(6)#1
Fe(3)-0(6)
Fe(3)-0(5)
Fe(3)-0(5)#1
Fe(3)-N(3)
0(2)-C(1)
0(3)-C(1)
0(4)-C(8)
0(5)-C(8)
0(6)-C(15)
0(7)-C(15)
N(1)-C(22)#1
N(1)-C(22)
N(2)-C(25)#1
N(2)-C(25)
N(3)-C(28C)
N(3)-C(28)
N(3)-C(28)#1
N(3)-C(28B)
F(1)-C(3)
F(2)-C(4)

2.022(3)
2.108(2)
2.108(2)
2.122(2)
2.122(2)
2.196(3)
1.861(3)
2.024(2)
2.024(2)
2.056(2)
2.056(2)
2.214(3)
1.878(3)
2.035(2)
2.035(2)
2.068(2)
2.068(2)
2.207(4)
1.236(4)
1.254(3)
1.248(4)
1.249(4)
1.252(3)
1.236(3)
1.334(4)
1.334(4)
1.333(4)
1.333(4)
1.285(14)
1.333(5)
1.333(5)
1.398(15)
1.332(4)
1.339(4)
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F(3)-C(5)
F(4)-C(6)
F(5)-C(7)
F(6)-C(10)
F(7)-C(11)
F(8)-C(12)
F(9)-C(13)
F(10)-C(14)
F(11)-C(17)
F(12)-C(18)
F(13)-C(19)
F(14)-C(20)
F(15)-C(21)
C(1)-C(2)
C(2)-C(7)
C(2)-C(3)
C(3)-C(4)
C(4)-C(5)
C(5)-C(6)
C(6)-C(7)
C(8)-C(9)
C(9)-C(14)
C(9)-C(10)
C(10)-C(11)
C(11)-C(12)
C(12)-C(13)
C(13)-C(14)
C(15)-C(16)
C(16)-C(21)
C(16)-C(17)
C(17)-C(18)
C(18)-C(19)
C(19)-C(20)
C(20)-C(21)

1.345(4)
1.339(4)
1.335(4)
1.329(4)
1.350(5)
1.355(4)
1.342(5)
1.335(4)
1.334(4)
1.341(4)
1.345(4)
1.340(4)
1.338(4)
1.512(4)
1.377(5)
1.385(5)
1.375(5)
1.362(6)
1.364(5)
1.386(5)
1.507(4)
1.372(4)
1.383(4)
1.367(5)
1.340(6)
1.364(6)
1.391(5)
1.522(4)
1.380(4)
1.380(4)
1.381(5)
1.362(5)
1.362(5)
1.379(4)



C(22)-C(23)
C(22)-H(22)
C(23)-C(24)
C(23)-H(23)
C(24)-C(23)#1
C(24)-H(24)
C(25)-C(26)
C(25)-H(25)
C(26)-C(27)
C(26)-H(26)
C(27)-C(26)#1
C(27)-H(27)
C(28)-C(29)
C(28)-H(28)
C(29)-C(30)
C(29)-H(29)
C(30)-C(29)#1
C(30)-H(30)
C(28B)-C(29B)
C(28B)-H(28B)
C(28C)-C(29C)
C(28C)-H(28C)
C(29B)-C(30B)
C(29B)-H(29B)
C(29C)-C(30B)
C(29C)-H(29C)
C(30B)-H(30B)
CI(1)-C(31B)
CI(1)-C(31)
C(31)-Cl(1)#1
C(31)-H(31A)
C(31)-H(31B)
C(31B)-CI(1)#1
C(31B)-H(31C)
C(31B)-H(31D)

1.374(5)
0.9300
1.367(4)
0.9300
1.367(4)
0.9300
1.375(5)
0.9300
1.365(5)
0.9300
1.365(5)
0.9300
1.390(7)
0.9300
1.369(8)
0.9300
1.369(8)
0.9300
1.37(2)
0.9300
1.37(2)
0.9300
1.369(18)
0.9300
1.378(18)
0.9300
0.9300
1.717(12)
1.722(9)
1.722(9)
0.9700
0.9700
1.717(12)
0.9700
0.9700

0(1)-Fe(1)-0(7)
O(1)-Fe(1)-O(7)#1
0(7)-Fe(1)-O(7)#1
O(1)-Fe(1)-0(2)#1
0(7)-Fe(1)-0(2)#1
O(7)#1-Fe(1)-0(2)#1
0(1)-Fe(1)-0(2)
0(7)-Fe(1)-0(2)
O(7)#1-Fe(1)-0(2)
0(2)#1-Fe(1)-0(2)
O(1)-Fe(1)-N(1)
0(7)-Fe(1)-N(1)
O(7)#1-Fe(1)-N(1)
O(2)#1-Fe(1)-N(1)
0(2)-Fe(1)-N(1)
O(1)-Fe(2)-0(3)#1
0(1)-Fe(2)-0(3)
O(3)#1-Fe(2)-0(3)
0(1)-Fe(2)-0(4)
O(3)#1-Fe(2)-0(4)
0(3)-Fe(2)-0(4)
O(1)-Fe(2)-O(4)#1
O(3)#1-Fe(2)-0(4)#1
0(3)-Fe(2)-O(4)#1
O(4)-Fe(2)-O(4)#1
0(1)-Fe(2)-N(2)
O(3)#1-Fe(2)-N(2)
0(3)-Fe(2)-N(2)
0(4)-Fe(2)-N(2)
O(4)#1-Fe(2)-N(2)
O(1)-Fe(3)-0(6)#1
O(1)-Fe(3)-0(6)
0(6)#1-Fe(3)-O(6)
0(1)-Fe(3)-0(5)
0(6)#1-Fe(3)-O(5)
0(6)-Fe(3)-0(5)

93.41(8)
93.41(8)
92.52(12)
94.57(8)
171.81(9)
88.85(9)
94.57(8)
88.85(9)
171.81(9)
88.67(13)
178.22(12)
85.37(9)
85.37(9)
86.70(9)
86.70(9)
98.01(8)
98.01(8)
92.26(13)
95.51(8)
166.26(9)
88.24(9)
95.51(8)
88.24(9)
166.26(9)
88.05(12)
178.08(12)
83.31(9)
83.31(9)
83.12(9)
83.12(9)
96.31(8)
96.31(8)
95.41(12)
95.56(8)
167.50(9)
87.16(8)



O(1)-Fe(3)-0(5)#1
O(6)#1-Fe(3)-O(5)#1
0(6)-Fe(3)-0(5)#1
0(5)-Fe(3)-0(5)#1
O(1)-Fe(3)-N(3)
0(6)#1-Fe(3)-N(3)
0(6)-Fe(3)-N(3)
0(5)-Fe(3)-N(3)
O(5)#1-Fe(3)-N(3)
Fe(2)-O(1)-Fe(3)
Fe(2)-O(1)-Fe(1)
Fe(3)-O(1)-Fe(1)
C(1)-0(2)-Fe(1)
C(1)-0(3)-Fe(2)
C(8)-O(4)-Fe(2)
C(8)-O(5)-Fe(3)
C(15)-O(6)-Fe(3)
C(15)-O(7)-Fe(1)
C(22)#1-N(1)-C(22)
C(22)#1-N(1)-Fe(1)
C(22)-N(1)-Fe(1)
C(25)#1-N(2)-C(25)
C(25)#1-N(2)-Fe(2)
C(25)-N(2)-Fe(2)
C(28C)-N(3)-C(28)
C(28C)-N(3)-C(28)#1
C(28)-N(3)-C(28)#1
C(28C)-N(3)-C(28B)
C(28)-N(3)-C(28B)
C(28)#1-N(3)-C(28B)
C(28C)-N(3)-Fe(3)
C(28)-N(3)-Fe(3)
C(28)#1-N(3)-Fe(3)
C(28B)-N(3)-Fe(3)
0(2)-C(1)-0(3)
0(2)-C(1)-C(2)

95.56(8)
87.16(8)
167.50(9)
87.80(12)
179.14(12)
83.11(9)
83.11(9)
85.06(9)
85.06(9)
123.24(14)
117.98(13)
118.78(13)
130.87(19)
132.2(2)
131.24(19)
130.33(19)
132.20(19)
131.43(19)
117.6(4)
121.22(19)
121.22(19)
118.0(4)
121.0(2)
121.0(2)
69.3(4)
69.3(4)
118.0(5)
118.9(9)
80.9(4)
80.9(4)
121.8(6)
120.3(3)
120.3(3)
119.3(6)
127.5(3)
117.5(3)

0(3)-C(1)-C(2)
C(7)-C(2)-C(3)
C(7)-C(2)-C(2)
C(3)-C(2)-C(2)
F(1)-C(3)-C(4)
F(1)-C(3)-C(2)
C(4)-C(3)-C(2)
F(2)-C(4)-C(5)
F(2)-C(4)-C(3)
C(5)-C(4)-C(3)
F(3)-C(5)-C(4)
F(3)-C(5)-C(6)
C(4)-C(5)-C(6)
F(4)-C(6)-C(5)
F(4)-C(6)-C(7)
C(5)-C(6)-C(7)
F(5)-C(7)-C(2)
F(5)-C(7)-C(6)
C(2)-C(7)-C(6)
0(4)-C(8)-O(5)
0(4)-C(8)-C(9)
0(5)-C(8)-C(9)
C(14)-C(9)-C(10)
C(14)-C(9)-C(8)
C(10)-C(9)-C(8)
F(6)-C(10)-C(11)
F(6)-C(10)-C(9)
C(11)-C(10)-C(9)
C(12)-C(11)-F(7)
C(12)-C(11)-C(10)
F(7)-C(11)-C(10)
C(11)-C(12)-F(8)
C(11)-C(12)-C(13)
F(8)-C(12)-C(13)
F(9)-C(13)-C(12)
F(9)-C(13)-C(14)
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115.1(3)
116.4(3)
122.0(3)
121.6(3)
118.3(3)
119.2(3)
122.5(3)
119.7(3)
120.9(4)
119.4(4)
120.0(4)
119.8(4)
120.2(3)
120.0(3)
120.4(4)
119.7(3)
119.8(3)
118.3(3)
121.9(3)
127.7(3)
115.5(3)
116.8(3)
117.2(3)
122.5(3)
120.2(3)
118.0(3)
120.2(3)
121.8(3)
119.3(4)
119.9(4)
120.8(4)
120.9(4)
120.8(4)
118.3(4)
121.5(4)
119.2(4)



C(12)-C(13)-C(14)
F(10)-C(14)-C(9)
F(10)-C(14)-C(13)
C(9)-C(14)-C(13)
0(7)-C(15)-0(6)
0(7)-C(15)-C(16)
0(6)-C(15)-C(16)
C(21)-C(16)-C(17)
C(21)-C(16)-C(15)
C(17)-C(16)-C(15)
F(11)-C(17)-C(16)
F(11)-C(17)-C(18)
C(16)-C(17)-C(18)
F(12)-C(18)-C(19)
F(12)-C(18)-C(17)
C(19)-C(18)-C(17)
F(13)-C(19)-C(20)
F(13)-C(19)-C(18)
C(20)-C(19)-C(18)
F(14)-C(20)-C(19)
F(14)-C(20)-C(21)
C(19)-C(20)-C(21)
F(15)-C(21)-C(20)
F(15)-C(21)-C(16)
C(20)-C(21)-C(16)
N(1)-C(22)-C(23)
N(1)-C(22)-H(22)
C(23)-C(22)-H(22)
C(24)-C(23)-C(22)
C(24)-C(23)-H(23)
C(22)-C(23)-H(23)
C(23)-C(24)-C(23)#1
C(23)-C(24)-H(24)
C(23)#1-C(24)-H(24)
N(2)-C(25)-C(26)
N(2)-C(25)-H(25)

119.3(4)
119.4(3)
119.6(3)
121.0(3)
127.6(3)
116.7(3)
115.7(3)
116.3(3)
121.2(3)
122.6(3)
120.8(3)
117.1(3)
122.0(3)
119.7(3)
120.6(3)
119.7(3)
119.9(3)
120.0(3)
120.1(3)
119.6(3)
120.9(3)
119.5(3)
117.2(3)
120.4(3)
122.4(3)
122.6(3)
118.7

118.7

119.3(3)
120.4

120.4

118.6(4)
120.7

120.7

122.3(4)
118.8

C(26)-C(25)-H(25)
C(27)-C(26)-C(25)
C(27)-C(26)-H(26)
C(25)-C(26)-H(26)
C(26)#1-C(27)-C(26)
C(26)#1-C(27)-H(27)
C(26)-C(27)-H(27)
N(3)-C(28)-C(29)
N(3)-C(28)-H(28)
C(29)-C(28)-H(28)
C(30)-C(29)-C(28)
C(30)-C(29)-H(29)
C(28)-C(29)-H(29)
C(29)#1-C(30)-C(29)
C(29)#1-C(30)-H(30)
C(29)-C(30)-H(30)
C(29B)-C(28B)-N(3)
C(29B)-C(28B)-H(28B)
N(3)-C(28B)-H(28B)
N(3)-C(28C)-C(29C)
N(3)-C(28C)-H(28C)
C(29C)-C(28C)-H(28C)
C(28B)-C(29B)-C(30B)
C(28B)-C(29B)-H(29B)
C(30B)-C(29B)-H(29B)
C(28C)-C(29C)-C(30B)
C(28C)-C(29C)-H(29C)
C(30B)-C(29C)-H(29C)
C(29B)-C(30B)-C(29C)
C(29B)-C(30B)-H(30B)
C(29C)-C(30B)-H(30B)
C(31B)-CI(1)-C(31)
CI(1)#1-C(31)-CI(1)
CI(1)#1-C(31)-H(31A)
CI(1)-C(31)-H(31A)
CI(1)#1-C(31)-H(31B)

118.8
119.5(4)
120.3
120.3
118.5(6)
120.7
120.7
122.6(5)
118.7
118.7
118.7(6)
120.7
120.7
119.4(8)
120.3
120.3
120.0(13)
120.0
120.0
122.3(13)
118.8
118.8
121.0(14)
119.5
119.5
121.0(15)
119.5
119.5
116.8(13)
121.6
121.6
34.1(14)
118.0(10)
107.8
107.8
107.8



CI(1)-C(31)-H(31B) 107.8 CI(1)-C(31B)-H(31C)

H(31A)-C(31)-H(31B) 107.1 CI(1)#1-C(31B)-H(31D)
CI(1)#1-C(31B)-CI(1) 118.5(13) CI(1)-C(31B)-H(31D)
CI(1)#1-C(31B)-H(31C) 107.7 H(31C)-C(31B)-H(31D)

107.7
107.7
107.7
107.1

Symmetry transformations used to generate equivalent atoms:
#1 X,-y+1/2,z
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Table 4.

displacement factor exponent takes the form:

Anisotropic displacement parameters  (A2x 103) for test0.  The anisotropic

2n2[ h2 a*2Ull + ..

+2hka*b*U2]

Ull U22 U33 U23 U13 UlZ
Fe(1) 34(1) 32(1) 36(1) 0 1(1) 0
Fe(2) 33(1) 31(1) 34(1) 0 -1(1) 0
Fe(3) 34(1) 32(1) 35(1) 0 1(1) 0
o(1) 29(1) 35(2) 33(2) 0 -2(1) 0
0(2) 39(1) 58(2) 62(2) 25(1) 4(1) 2(1)
0(3) 41(1) 53(1) 50(1) 17(1) 4(1) 11(1)
0(4) 47(1) 44(1) 41(1) -8(1) 4(1) -13(1)
0(5) 46(1) 45(1) 39(1) 2(1) 0(1) -11(1)
0(6) 43(1) 47(1) 43(1) -7(1) -7(1) 12(1)
o(7) 44(1) 45(1) 52(1) -14(1) -8(1) 7(1)
N(L) 37(2) 36(2) 43(2) 0 -1(2) 0
N(2) 39(2) 41(2) 39(2) 0 2(2) 0
N(3) 38(2) 43(2) 40(2) 0 -5(2) 0
F(1) 187(3) 73(2) 81(2) 19(1) 61(2) 57(2)
F(2) 153(3) 72(2) 136(2) 45(2) 56(2) 61(2)
F(3) 76(2) 95(2) 101(2) 63(2) -21(1) -9(1)
F(4) 159(3) 108(2) 45(1) 11(1) -14(2) -22(2)
F(5) 154(2) 61(1) 57(1) -7(1) 5(1) 13(2)
F(6) 76(2) 59(1) 90(2) 23(1) -20(1) 1(1)
F(7) 131(2) 49(1) 165(3) 29(2) 9(2) -22(2)
F(8) 128(2) 102(2) 172(3) -24(2) 4(2) -79(2)
F(9) 85(2) 165(3) 128(2) -3(2) -47(2) -54(2)
F(10) 69(1) 99(2) 86(2) 27(1) -32(1) -7(1)
F(11) 98(2) 78(1) 43(1) 5(1) -2(1) 31(1)
F(12)  121(2) 109(2) 49(1) -27(1) 3(1) 33(2)
F(13) 83(2) 61(1) 99(2) -35(1) 11(1) 18(1)
F(14)  113(2) 53(1) 91(2) 4(1) -3(1) 36(1)
F(15)  126(2) 63(1) 47(1) 3(1) -5(1) 35(1)
c(1) 43(2) 33(2) 41(2) 1(1) -3(2) 3(2)
C(2) 35(2) 45(2) 47(2) 9(2) 0(1) 2(2)
c(@) 66(2) 58(2) 57(2) 17(2) 18(2) 16(2)
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C()
C(5)
C(6)
c(7)
Cc(8)
C(9)
C(10)
C(11)
C(12)
C(13)
C(14)
C(15)
C(16)
C(17)
C(18)
C(19)
C(20)
Cc(21)
C(22)
C(23)
C(24)
C(25)
C(26)
C(27)
C(28)
C(29)
C(30)
C(28B)
C(28C)
C(29B)
C(29C)
C(30B)
Cl(L)
C(31)
C(31B)

61(2)
43(2)
68(3)
60(2)
31(2)
37(2)
51(2)
83(3)
84(3)
48(2)
47(2)
38(2)
33(2)
45(2)
58(2)
46(2)
51(2)
51(2)
46(2)
43(2)
33(3)
61(2)
91(3)
93(5)
53(3)
63(4)
62(9)
46(10)
30(8)
41(9)
63(13)
62(9)
229(4)
98(18)
110(20)

51(2)
67(3)
76(3)
46(2)
32(2)
38(2)
41(2)
46(2)
60(3)
105(4)
65(2)
34(2)
36(2)
49(2)
65(2)
44(2)
36(2)
47(2)
39(2)
53(2)
71(4)
52(2)
90(3)
123(6)
65(3)
97(5)
114(7)
53(10)
61(10)
48(10)
77(15)
114(7)
559(8)
460(60)
130(18)

92(3) 28(2)
70(3) 35(2)
43(2) 13(2)
50(2) 5(2)
42(2) -1(2)
36(2) -4(1)
55(2) -2(2)
83(3) 5(2)
92(3) -11(2)
68(3) -18(3)
50(2) 0(2)
36(2) -1(1)
40(2) -5(1)
45(2) -2(2)
41(2) -18(2)
72(3) -23(2)
67(3) -4(2)
41(2) -4(2)
69(2) 1(2)
89(3) -2(2)
88(4) 0
64(2) 14(2)
83(3) 29(3)
80(5) 0
50(3) -11(3)
62(4) -29(4)
38(4) 0
30(8) 0
29(9) 0
77(13) 0
37(12) 0
38(4) 0
400(6) 263(5)
36(9) 0
250(40) 0

18(2)
-11(2)
-13(2)
-8(2)
-3(2)
3(1)
5(2)
11(2)
12(3)
-12(2)
-6(2)
4(2)
0(1)
-3(2)
5(2)
7(2)
-3(2)
0(2)
-3(2)
-8(2)
-6(3)
18(2)
39(3)
48(4)
-9(2)
-12(3)
-7(5)
-14(7)
-2(7)
-16(9)
-1(10)
-7(5)
-130(4)
3(9)
-100(30)

19(2)
-3(2)
-18(2)
-2(2)
2(1)
-4(1)
-8(2)
-14(2)
-35(3)
-29(2)
-6(2)
-3(2)
1(1)
6(2)
6(2)
5(2)
10(2)
6(2)
0(2)
11(2)
0
4(2)
0(3)
0
-7(3)
8(4)
0

0
0
0
0

0
-156(5)
0
0
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Table 5.  Hydrogen coordinates ( x 104) and isotropic  displacement parameters (A2x 10 3)

for testO.
X y z U(eq)

H(22) 12849 1598 4934 62
H(23) 14638 1578 5058 74
H(24) 15555 2500 5132 77
H(25) 7219 1597 5954 71
H(26) 6029 1579 6675 106
H(27) 5406 2500 7040 118
H(28) 8486 1598 2860 67
H(29) 8267 1575 1901 89
H(30) 8132 2500 1417 86
H(28B) 6907 2500 3108 52
H(28C) 9865 2500 2637 48
H(29B) 6371 2500 2193 66
H(29C) 9367 2500 1720 71
H(30B) 7596 2500 1476 86
H(31A) 3499 2500 6140 237
H(31B) 2270 2500 6148 237
H(31C) 2026 2500 6245 195
H(31D) 1615 2500 6860 195
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{-44% 1-4 : orthorhombic $&{&F—# (123K)

Table 1. Crystal data and structure refinement for test_pnma.

Identification code
Empirical formula
Formula weight
Temperature
Wavelength
Crystal system
Space group

Unit cell dimensions

Volume

Z

Density (calculated)
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 27.30°
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F?

Final R indices [I>2sigma(l)]
R indices (all data)

Largest diff. peak and hole

test_pnma

Csg Hi17 Cl2 F3o Fes N3 O13

1772.20

123(2) K

0.71073 A

Orthorhombic

Pnma

a=12.5112(11) A a=90°.
b = 21.4898(19) A B=90°.
c=23.678(2) A y=90°,
6366.1(10) A3

4

1.849 Mg/m?3

0.913 mm-?

3488

0.35x 0.24 x 0.15 mm3

1.72t0 27.30°.

-16<=h<=15, -18<=k<=27, -30<=1<=26
38972

7362 [R(int) = 0.0371]

99.9 %

Empirical

0.8752 and 0.7406

Full-matrix least-squares on F?2
7362/0/538

1.028

R1=0.0363, wR2 = 0.0919
R1=10.0481, wR2 = 0.0997

1.283 and -1.168 e.A3
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Table 2. Atomic coordinates ( x 104) and equivalent isotropic displacement parameters (A2x 103)

for test_pnma. U(eq) is defined as one third of the trace of the orthogonalized U tensor.

X y z U(eq)
Fe(1) 10986(1) 7500 4762(1) 14(1)
Fe(2) 8472(1) 7500 5206(1) 13(1)
Fe(3) 8949(1) 7500 3841(1) 14(1)
N(1) 12702(2) 7500 4915(1) 17(1)
N(2) 7306(2) 7500 5905(1) 18(1)
N(3) 8449(2) 7500 2950(1) 18(1)
o(1) 9391(2) 7500 4591(1) 15(1)
0(2) 10889(1) 8195(1) 5406(1) 25(1)
0(3) 9163(1) 8180(1) 5665(1) 22(1)
0(4) 7461(1) 8163(1) 4881(1) 19(1)
0(5) 7770(1) 8162(1) 3944(1) 19(1)
0(6) 9906(1) 8198(1) 3574(1) 20(1)
o(7) 11305(1) 8214(1) 4169(1) 21(1)
F(1) 10981(2) 9557(1) 5430(1) 51(1)
F(2) 11356(2) 10457(1) 6200(1) 52(1)
F(3) 10927(1) 10249(1) 7305(1) 37(1)
F(4) 10057(2) 9153(1) 7637(1) 43(1)
F(5) 9668(2) 8249(1) 6869(1) 39(1)
F(6) 7630(1) 9479(1) 4986(1) 29(1)
F(7) 6378(2) 10492(1) 4870(1) 44(1)
F(8) 4695(2) 10464(1) 4152(1) 53(1)
F(9) 4252(1) 9414(1) 3554(1) 50(1)
F(10) 5513(1) 8399(1) 3665(1) 34(1)
F(11) 10799(1) 8606(1) 2559(1) 33(1)
F(12) 11616(1) 9621(1) 2060(1) 39(1)
F(13) 12393(1) 10571(1) 2696(1) 32(1)
F(14) 12398(1) 10485(1) 3833(1) 38(1)
F(15) 11625(1) 9465(1) 4346(1) 35(1)
c(1) 10114(2) 8371(1) 5690(1) 17(1)
C(2) 10316(2) 8875(1) 6125(1) 19(1)
c(@) 10757(2) 9443(1) 5971(1) 28(1)
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C(4)
C(5)
C(6)
C(7)
Cc(8)
C(9)
C(10)
C(11)
C(12)
C(13)
C(14)
C(15)
C(16)
C(17)
C(18)
C(19)
C(20)
Cc(21)
C(22)
C(23)
C(24)
C(25)
C(26)
C(27)
C(28)
C(29)
C(30)
C(28B)
C(29B)
C(28C)
C(29C)
C(30B)
Cl(L)
C(31)
C(31B)

10961(2)
10732(2)
10292(2)
10084(2)
7349(2)
6612(2)
6800(2)
6169(2)
5317(2)
5094(2)
5745(2)
10769(2)
11188(2)
11186(2)
11610(2)
12015(2)
12012(2)
11616(2)
13244(2)
14340(2)
14895(3)
6935(2)
6189(2)
5808(4)
8397(2)
8286(3)
8225(5)
7364(9)
7038(11)
9145(9)
8879(12)
7797(14)
2854(2)
2807(6)
2273(14)

9905(1)
9801(1)
9244(1)
8789(1)
8361(1)
8914(1)
9452(1)
9975(1)
9960(1)
9428(1)
8910(1)
8417(1)
8993(1)
9057(1)
9577(1)
10057(1)
10013(1)
9484(1)
8037(1)
8054(1)
7500
8034(1)
8054(2)
7500
8036(2)
8054(2)
7500
7500
7500
7500
7500
7500
6794(2)
7500
7500

6362(1)
6924(1)
7089(1)
6691(1)
4387(1)
4325(1)
4632(1)
4572(1)
4207(1)
3905(1)
3960(1)
3768(1)
3474(1)
2888(1)
2627(1)
2943(1)
3525(1)
3782(1)
4963(1)
5049(1)
5091(2)
6122(1)
6553(1)
6770(2)
2658(1)
2074(1)
1782(3)
2799(5)
2250(5)
2548(5)
1976(5)
1825(9)
6769(1)
6387(3)
6893(6)

31(1)
26(1)
26(1)
23(1)
16(1)
16(1)
21(1)
29(1)
33(1)
32(1)
23(1)
16(1)
17(1)
20(1)
24(1)
23(1)
23(1)
21(1)
21(1)
25(1)
26(1)
27(1)
40(1)
46(1)
24(1)
31(1)
32(1)
19(2)
26(3)
18(2)
23(3)
32(1)
273(2)
66(2)
66(2)
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Table3.  Bond lengths [A] and angles [°] for test_pnma.

Fe(1)-O(1)
Fe(1)-O(7)#1
Fe(1)-0(7)
Fe(1)-0(2)
Fe(1)-0(2)#1
Fe(1)-N(1)
Fe(2)-O(1)
Fe(2)-0(3)
Fe(2)-0(3)#1
Fe(2)-O(4)#1
Fe(2)-0(4)
Fe(2)-N(2)
Fe(3)-O(1)
Fe(3)-0(6)
Fe(3)-O(6)#1
Fe(3)-0(5)#1
Fe(3)-0(5)
Fe(3)-N(3)
N(1)-C(22)
N(1)-C(22)#1
N(2)-C(25)
N(2)-C(25)#1
N(3)-C(28C)
N(3)-C(28)#1
N(3)-C(28)
N(3)-C(28B)
0(2)-C(1)
0(3)-C(1)
0(4)-C(8)
0(5)-C(8)
0(6)-C(15)
0(7)-C(15)
F(1)-C(3)
F(2)-C(4)

2.036(2)
2.1189(16)
2.1189(16)
2.1364(16)
2.1364(16)
2.178(3)
1.856(2)
2.0138(16)
2.0138(16)
2.0551(15)
2.0551(15)
2.206(3)
1.861(2)
2.0199(15)
2.0199(15)
2.0627(15)
2.0627(15)
2.200(3)
1.342(3)
1.342(3)
1.341(3)
1.341(3)
1.290(12)
1.346(3)
1.346(3)
1.404(12)
1.240(3)
1.261(3)
1.252(3)
1.251(3)
1.264(3)
1.241(3)
1.334(3)
1.341(3)
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F(3)-C(5)
F(4)-C(6)
F(5)-C(7)
F(6)-C(10)
F(7)-C(11)
F(8)-C(12)
F(9)-C(13)
F(10)-C(14)
F(11)-C(17)
F(12)-C(18)
F(13)-C(19)
F(14)-C(20)
F(15)-C(21)
C(1)-C(2)
C(2)-C(7)
C(2)-C(3)
C(3)-C(4)
C(4)-C(5)
C(5)-C(6)
C(6)-C(7)
C(8)-C(9)
C(9)-C(10)
C(9)-C(14)
C(10)-C(11)
C(11)-C(12)
C(12)-C(13)
C(13)-C(14)
C(15)-C(16)
C(16)-C(21)
C(16)-C(17)
C(17)-C(18)
C(18)-C(19)
C(19)-C(20)
C(20)-C(21)

1.343(3)
1.345(3)
1.339(3)
1.336(3)
1.344(3)
1.340(3)
1.342(3)
1.334(3)
1.335(3)
1.347(3)
1.337(3)
1.339(3)
1.335(3)
1.517(3)
1.382(3)
1.388(3)
1.382(3)
1.378(4)
1.374(4)
1.383(3)
1.511(3)
1.385(3)
1.387(3)
1.381(3)
1.372(4)
1.376(4)
1.385(3)
1.514(3)
1.389(3)
1.393(3)
1.382(3)
1.371(3)
1.379(3)
1.383(3)



C(22)-C(23)
C(22)-H(22)
C(23)-C(24)
C(23)-H(23)
C(24)-C(23)#1
C(24)-H(24)
C(25)-C(26)
C(25)-H(25)
C(26)-C(27)
C(26)-H(26)
C(27)-C(26)#1
C(27)-H(27)
C(28)-C(29)
C(28)-H(28)
C(29)-C(30)
C(29)-H(29)
C(30)-C(29)#1
C(30)-H(30)
C(28B)-C(29B)
C(28B)-H(28B)
C(29B)-C(30B)
C(29B)-H(29B)
C(28C)-C(29C)
C(28C)-H(28C)
C(29C)-C(30B)
C(29C)-H(29C)
C(30B)-H(30B)
CI(1)-C(31B)
CI(1)-C(31)
C(31)-Cl(1)#1
C(31)-H(31A)
C(31)-H(31B)
C(31B)-CI(1)#1
C(31B)-H(31C)
C(31B)-H(31D)

1.387(3)
0.9500
1.382(3)
0.9500
1.382(3)
0.9500
1.382(4)
0.9500
1.381(4)
0.9500
1.381(4)
0.9500
1.389(5)
0.9500
1.378(5)
0.9500
1.378(5)
0.9500
1.362(17)
0.9500
1.38(2)
0.9500
1.395(17)
0.9500
1.40(2)
0.9500
0.9500
1.708(8)
1.767(4)
1.767(4)
0.9900
0.9900
1.708(8)
0.9900
0.9900

O(1)-Fe(1)-O(7)#1
0(1)-Fe(1)-0(7)
O(7)#1-Fe(1)-0(7)
0(1)-Fe(1)-0(2)
O(7)#1-Fe(1)-0(2)
0(7)-Fe(1)-0(2)
O(1)-Fe(1)-0(2)#1
O(7)#1-Fe(1)-0(2)#1
0(7)-Fe(1)-0(2)#1
0(2)-Fe(1)-0(2)#1
O(1)-Fe(1)-N(1)
O(7)#1-Fe(1)-N(1)
0(7)-Fe(1)-N(1)
0(2)-Fe(1)-N(1)
O(2)#1-Fe(1)-N(1)
0(1)-Fe(2)-0(3)
O(1)-Fe(2)-0(3)#1
0(3)-Fe(2)-0(3)#1
O(1)-Fe(2)-O(4)#1
0(3)-Fe(2)-O(4)#1
O(3)#1-Fe(2)-0(4)#1
0(1)-Fe(2)-0(4)
0(3)-Fe(2)-0(4)
O(3)#1-Fe(2)-O(4)
O(4)#1-Fe(2)-O(4)
0(1)-Fe(2)-N(2)
0(3)-Fe(2)-N(2)
O(3)#1-Fe(2)-N(2)
O(4)#1-Fe(2)-N(2)
0(4)-Fe(2)-N(2)
O(1)-Fe(3)-0(6)
O(1)-Fe(3)-0(6)#1
0(6)-Fe(3)-0(6)#1
O(1)-Fe(3)-0(5)#1
0(6)-Fe(3)-0(5)#1
O(6)#1-Fe(3)-O(5)#1

93.03(6)
93.03(6)
92.78(9)
94.98(6)
171.76(6)
88.74(7)
94.98(6)
88.74(7)
171.76(6)
88.63(10)
178.04(9)
85.62(6)
85.62(6)
86.42(7)
86.42(6)
99.04(6)
99.04(6)
92.95(10)
94.99(6)
165.62(7)
87.91(7)
94.99(6)
87.91(7)
165.62(7)
87.76(9)
176.84(9)
83.11(7)
83.11(7)
82.74(6)
82.74(6)
97.01(6)
97.01(6)
95.84(9)
95.73(6)
166.47(6)
87.09(6)



0(1)-Fe(3)-0(5)
0(6)-Fe(3)-0(5)
0(6)#1-Fe(3)-0(5)
O(5)#1-Fe(3)-0(5)
O(1)-Fe(3)-N(3)
0(6)-Fe(3)-N(3)
0(6)#1-Fe(3)-N(3)
O(5)#1-Fe(3)-N(3)
0(5)-Fe(3)-N(3)
C(22)-N(1)-C(22)#1
C(22)-N(1)-Fe(1)
C(22)#1-N(1)-Fe(1)
C(25)-N(2)-C(25)#1
C(25)-N(2)-Fe(2)
C(25)#1-N(2)-Fe(2)
C(28C)-N(3)-C(28)#1
C(28C)-N(3)-C(28)
C(28)#1-N(3)-C(28)
C(28C)-N(3)-C(28B)
C(28)#1-N(3)-C(28B)
C(28)-N(3)-C(28B)
C(28C)-N(3)-Fe(3)
C(28)#1-N(3)-Fe(3)
C(28)-N(3)-Fe(3)
C(28B)-N(3)-Fe(3)
Fe(2)-O(1)-Fe(3)
Fe(2)-O(1)-Fe(1)
Fe(3)-O(1)-Fe(1)
C(1)-0(2)-Fe(1)
C(1)-O(3)-Fe(2)
C(8)-O(4)-Fe(2)
C(8)-O(5)-Fe(3)
C(15)-O(6)-Fe(3)
C(15)-O(7)-Fe(1)
0(2)-C(1)-0(3)
0(2)-C(1)-C(2)

95.73(6)
87.09(6)
166.47(6)
87.13(9)
179.22(9)
82.47(6)
82.47(6)
84.83(7)
84.83(7)
118.4(3)
120.78(14)
120.78(14)
117.7(3)
121.14(14)
121.14(14)
69.7(3)
69.7(3)
117.8(3)
117.7(8)
79.8(3)
79.8(3)
121.0(6)
120.48(17)
120.48(17)
121.2(5)
124.45(11)
116.78(10)
118.77(10)
130.14(15)
131.87(14)
130.89(14)
129.50(14)
132.02(14)
131.24(14)
127.8(2)
117.19(19)
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0(3)-C(1)-C(2)
C(7)-C(2)-C(3)
C(7)-C(2)-C(2)
C(3)-C(2)-C(2)
F(1)-C(3)-C(4)
F(1)-C(3)-C(2)
C(4)-C(3)-C(2)
F(2)-C(4)-C(5)
F(2)-C(4)-C(3)
C(5)-C(4)-C(3)
F(3)-C(5)-C(6)
F(3)-C(5)-C(4)
C(6)-C(5)-C(4)
F(4)-C(6)-C(5)
F(4)-C(6)-C(7)
C(5)-C(6)-C(7)
F(5)-C(7)-C(2)
F(5)-C(7)-C(6)
C(2)-C(7)-C(6)
0(5)-C(8)-O(4)
0(5)-C(8)-C(9)
0(4)-C(8)-C(9)
C(10)-C(9)-C(14)
C(10)-C(9)-C(8)
C(14)-C(9)-C(8)
F(6)-C(10)-C(11)
F(6)-C(10)-C(9)
C(11)-C(10)-C(9)
F(7)-C(11)-C(12)
F(7)-C(11)-C(10)
C(12)-C(11)-C(10)
F(8)-C(12)-C(11)
F(8)-C(12)-C(13)
C(11)-C(12)-C(13)
F(9)-C(13)-C(12)
F(9)-C(13)-C(14)

115.00(19)
117.1(2)
121.9(2)
121.0(2)
118.2(2)
119.9(2)
121.9(2)
119.7(2)
120.8(2)
119.5(2)
120.4(2)
119.7(2)
119.9(2)
119.3(2)
120.8(2)
119.9(2)
120.1(2)
118.2(2)
121.7(2)
128.4(2)
116.36(18)
115.28(18)
117.7(2)
120.04(19)
122.3(2)
118.2(2)
119.9(2)
121.8(2)
120.1(2)
120.5(2)
119.4(2)
119.6(3)
120.2(2)
120.2(2)
119.9(2)
120.1(3)



C(12)-C(13)-C(14)
F(10)-C(14)-C(13)
F(10)-C(14)-C(9)
C(13)-C(14)-C(9)
0(7)-C(15)-0(6)
0(7)-C(15)-C(16)
0(6)-C(15)-C(16)
C(21)-C(16)-C(17)
C(21)-C(16)-C(15)
C(17)-C(16)-C(15)
F(11)-C(17)-C(18)
F(11)-C(17)-C(16)
C(18)-C(17)-C(16)
F(12)-C(18)-C(19)
F(12)-C(18)-C(17)
C(19)-C(18)-C(17)
F(13)-C(19)-C(18)
F(13)-C(19)-C(20)
C(18)-C(19)-C(20)
F(14)-C(20)-C(19)
F(14)-C(20)-C(21)
C(19)-C(20)-C(21)
F(15)-C(21)-C(20)
F(15)-C(21)-C(16)
C(20)-C(21)-C(16)
N(1)-C(22)-C(23)
N(1)-C(22)-H(22)
C(23)-C(22)-H(22)
C(24)-C(23)-C(22)
C(24)-C(23)-H(23)
C(22)-C(23)-H(23)
C(23)#1-C(24)-C(23)
C(23)#1-C(24)-H(24)
C(23)-C(24)-H(24)
N(2)-C(25)-C(26)
N(2)-C(25)-H(25)

120.0(2)
119.0(2)
120.1(2)
120.9(2)
127.5(2)
116.87(19)
115.65(19)
116.6(2)
120.78(19)
122.58(19)
117.7(2)
120.7(2)
121.6(2)
119.3(2)
120.3(2)
120.4(2)
120.8(2)
119.7(2)
119.5(2)
119.4(2)
120.7(2)
119.8(2)
117.5(2)
120.4(2)
122.0(2)
122.3(2)
118.8
118.8
119.0(2)
120.5
120.5
119.0(3)
120.5
120.5
122.9(3)
118.5

C(26)-C(25)-H(25)
C(27)-C(26)-C(25)
C(27)-C(26)-H(26)
C(25)-C(26)-H(26)
C(26)#1-C(27)-C(26)
C(26)#1-C(27)-H(27)
C(26)-C(27)-H(27)
N(3)-C(28)-C(29)
N(3)-C(28)-H(28)
C(29)-C(28)-H(28)
C(30)-C(29)-C(28)
C(30)-C(29)-H(29)
C(28)-C(29)-H(29)
C(29)-C(30)-C(29)#1
C(29)-C(30)-H(30)
C(29)#1-C(30)-H(30)
C(29B)-C(28B)-N(3)
C(29B)-C(28B)-H(28B)
N(3)-C(28B)-H(28B)
C(28B)-C(29B)-C(30B)
C(28B)-C(29B)-H(29B)
C(30B)-C(29B)-H(29B)
N(3)-C(28C)-C(29C)
N(3)-C(28C)-H(28C)
C(29C)-C(28C)-H(28C)
C(28C)-C(29C)-C(30B)
C(28C)-C(29C)-H(29C)
C(30B)-C(29C)-H(29C)
C(29B)-C(30B)-C(29C)
C(29B)-C(30B)-H(30B)
C(29C)-C(30B)-H(30B)
C(31B)-CI(1)-C(31)
CI(1)#1-C(31)-CI(1)
CI(1)#1-C(31)-H(31A)
CI(1)-C(31)-H(31A)
CI(1)#1-C(31)-H(31B)

1185
118.8(3)
120.6
120.6
119.0(4)
120.5
120.5
122.7(3)
118.6
118.6
118.7(4)
120.7
120.7
119.5(5)
120.3
120.3
122.1(10)
118.9
118.9
119.2(14)
120.4
120.4
123.7(11)
118.1
118.1
118.6(14)
120.7
120.7
118.6(18)
120.7
120.7
46.5(5)
118.3(4)
107.7
107.7
107.7



CI(1)-C(31)-H(31B) 107.7 CI(1)-C(31B)-H(31C)

H(31A)-C(31)-H(31B) 107.1 CI(1)#1-C(31B)-H(31D)
CI(1)#1-C(31B)-CI(1) 125.3(10) CI(1)-C(31B)-H(31D)
CI(1)#1-C(31B)-H(31C) 106.0 H(31C)-C(31B)-H(31D)

106.0
106.0
106.0
106.3

Symmetry transformations used to generate equivalent atoms:
#1 X,-y+3/2,z
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Table4.  Anisotropic displacement parameters  (A2x 103) for test_ pnma. The anisotropic

displacement factor exponent takes the form: -2n2[ h2 a*2Ull + ... +2hka*b* U12]

Ull U22 U33 U23 U13 UlZ
Fe(1) 12(1) 14(1) 15(1) 0 -1(1) 0
Fe(2) 13(1) 13(1) 14(1) 0 0(1) 0
Fe(3) 13(1) 14(1) 14(1) 0 0(1) 0
N(1) 16(1) 16(1) 18(1) 0 0(1) 0
N(2) 17(1) 19(1) 18(1) 0 0(1) 0
N(3) 16(1) 21(1) 19(1) 0 -2(1) 0
o(1) 13(1) 17(1) 16(1) 0 -1(1) 0
0(2) 18(1) 27(1) 29(1) -11(1) 2(1) 0(1)
0(3) 19(1) 25(1) 23(1) -7(1) 2(1) -6(1)
0(4) 20(1) 19(1) 18(1) 4(1) 1(1) 5(1)
0(5) 20(1) 20(1) 18(1) 0(1) 0(1) 6(1)
0(6) 19(1) 22(1) 20(1) 3(1) -3(1) -5(1)
o(7) 19(1) 22(1) 24(1) 7(1) -4(1) -3(1)
F(1) 86(1) 33(1) 34(1) -10(1) 31(1) -28(1)
F(2) 64(1) 33(1) 58(1) -20(1) 28(1) -29(1)
F(3) 31(1) 39(1) 42(1) -26(1) -10(1) 6(1)
F(4) 69(1) 43(1) 17(1) -4(1) -5(1) 11(1)
F(5) 67(1) 25(1) 24(1) 4(1) 3(1) -5(1)
F(6) 31(1) 23(1) 34(1) -8(1) -8(1) -2(1)
F(7) 51(1) 19(1) 64(1) -11(1) 3(1) 7(1)
F(8) 53(1) 40(1) 66(1) 7(1) 1(1) 32(1)
F(9) 37(1) 65(1) 48(1) -1(1) -19(1) 23(1)
F(10) 29(1) 40(1) 34(1) -12(1) -13(1) 5(1)
F(11) 47(1) 35(1) 19(1) -3(1) -2(1) -17(1)
F(12) 52(1) 48(1) 17(1) 10(1) 1(1) -15(1)
F(13) 34(1) 24(1) 39(1) 15(1) 5(1) -7(1)
F(14) 54(1) 24(1) 35(1) -3(1) -1(1) -19(1)
F(15) 59(1) 29(1) 17(1) -1(1) -1(1) -18(1)
c(1) 20(1) 15(1) 18(1) 0(1) -1(1) -2(1)
C(2) 16(1) 20(1) 22(1) -5(1) -1(1) -2(1)
c(@) 30(1) 27(1) 26(1) -7(1) 9(1) -7(1)
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C(4) 26(1) 26(1) 42(2) -12(1) 9(1) -10(1)

C(5) 18(1) 29(1) 32(1) -16(1) -6(1) 4(1)
C(6) 28(1) 32(1) 20(1) -4(1) -6(1) 10(1)
c(7) 25(1) 20(1) 24(1) 0(1) -4(1) 3(1)
Cc(8) 13(1) 14(1) 21(1) -1(1) -1(1) -2(1)
C(9) 16(1) 17(1) 16(1) 3(1) 4(1) 3(1)
C(10) 22(1) 20(1) 22(1) 1(1) 2(1) 1(1)
C(11) 34(1) 18(1) 34(1) -1(1) 7(1) 5(1)
C(12) 33(1) 26(1) 40(2) 7(1) 6(1) 16(1)
C(13) 23(1) 46(2) 27(1) 6(1) -3(1) 13(1)
C(14) 21(1) 28(1) 18(1) 0(1) 0(1) 4(2)
C(15) 18(1) 13(1) 16(1) -1(1) 3(1) -1(1)
C(16) 14(1) 15(1) 20(1) 2(1) 1(1) 0(1)
C(17) 19(1) 21(1) 21(1) -1(1) 0(1) -4(1)
C(18) 24(1) 29(1) 18(1) 5(1) 1(1) -2(1)
C(19) 19(1) 20(1) 30(1) 10(1) 4(1) -1(1)
C(20) 21(1) 18(1) 30(1) 0(1) 0(1) -4(1)
Cc(21) 23(1) 22(1) 16(1) 2(1) 0(1) -2(1)
C(22) 19(1) 18(1) 27(1) 0(1) 0(1) 0(1)
C(23) 20(1) 22(1) 34(1) 0(1) -2(1) -4(1)
C(24) 15(2) 31(2) 31(2) 0 -2(1) 0
C(25) 27(1) 25(1) 28(1) -8(1) 5(1) -1(1)
C(26) 40(2) 43(2) 38(2) -14(1) 15(1) 2(1)
C(27) 42(2) 61(3) 35(2) 0 22(2) 0
C(28) 21(2) 26(2) 23(2) 3(1) -2(1) 4(2)
C(29) 23(2) 46(2) 24(2) 12(2) -2(1) 1(2)
C(30) 25(4) 54(3) 16(2) 0 -3(4) 0
C(28B)  20(6) 16(5) 21(6) 0 4(4) 0
C(29B)  30(7) 21(6) 28(7) 0 -8(5) 0
C(28C)  20(6) 17(5) 18(6) 0 4(4) 0
C(29C)  26(7) 28(7) 16(6) 0 -1(6) 0
C(30B)  25(4) 54(3) 16(2) 0 -3(4) 0
Cl(L) 143(2) 426(5) 249(3) 245(3) -116(2) -163(3)
C(31) 51(4) 130(7) 17(3) 0 -8(3) 0
C(31B)  51(4) 130(7) 17(3) 0 -8(3) 0
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Table 5.  Hydrogen coordinates ( x 104) and isotropic  displacement parameters (A2x 10 3)

for test_pnma.

X y z U(eq)
H(22) 12863 8418 4937 26
H(23) 14703 8441 5079 30
H(24) 15647 7500 5148 31
H(25) 7196 8416 5974 32
H(26) 5943 8441 6696 48
H(27) 5292 7500 7064 55
H(28) 8438 8418 2858 28
H(29) 8253 8440 1880 37
H(30) 8142 7500 1384 38
H(28B) 6840 7500 3090 23
H(29B) 6298 7500 2161 31
H(28C) 9881 7500 2647 22
H(29C) 9420 7500 1694 28
H(30B) 7588 7500 1440 38
H(31A) 3411 7500 6117 79
H(31B) 2141 7500 6161 79
H(31C) 1595 7500 6677 79
H(31D) 2070 7500 7297 79
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