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ZEHHY ., ARG AER (RIS & MFEN D, Z OBBHIRESE D21k
D AZNG T — R OIVEF DL FIREBIZET 2 FRBGFEOND Z LTk
Do

A RN T =GR L0 R &N A BIGHREE XL N O3> Th 5,

1) BEfR 7 b
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,«%ﬁ:v7 ME, AT FVOEDL EEEYEFeD AT FILVOELEDFE O
Th b (X2-35H),

JRELAIZ X, ol U7 R & WA ot Ry 77—l CRrENL 5 13T
DHLDOTH DN, EBRIRER S OO EEME T 5 o —Fe (Jligk) D AL
JVELEO mm/ssETH2DONEE CTH D, JITRFEEALE DB B Z2 K3 5,
JHF AN CAFET DR EFFO L DIIsBE T TH DM, pES. dEFED
FIEIXsE T EORICHE L 5 2 5 - OMBEMICR A E COsEEE, §
ROBRMES T N OITREBE G 25, 20X D R HEANE 2R R &
5o TFe T, sETHEIIIBEFOBEENEL 725 LT OERDETHI L, K
v T —HENT T ADFIZART MVHRBEIT S,

5@%14&“/7 FolImRic k- TEREND,
= C(AR/BD {l¢ ) [/ — g (0 |

ﬂ*#: XTHY, ARIFEERIED &R BB~ ORIy BRO%GA 1
ARSO) Th D, F7z, | g (0) [/F & [ g (0) [§13Fx, WIE L HRIROK
MECTOETEELZRT, EoT, BMEEY T MNIBME COETFEEICHE
BT D720, BBRIRIBIZET AERE 525, "Fe A AN T —453KICBIT 5
BMER S T N EERDOFBLIREE, A B RREBO R INR & M2-41 7T,
BoxxVX—BAE] = 1056, BALEICH S ELAN LA LR
5, (7 = 3/2) OBEIZX2-5D AR EAEH O X 5125345,

DO FNF—HROMREE UMSZEQ SE WV WROXTEIND,

Q.5 = {egQ(1+,7/3)"*} /2
lXERFE R, gIIEMNE COBLAR., QIEXIENUMG T — A T8O
BHRITETH D, 7I3ERFREE & T, BHABLOMFMEICL > TO = 5
=S 10FEETEDLND, DFD ., MRS ZEITENE TO, FFHAOEMR DL
2 B WL D IERIFRIEIARFET D720, (LB ORIEIZET 2 1HRAF 6N D,

vxt/121M@ﬁA I, BRI E— A v NeRb, ZOALE

2o DG HE B BEER L, R EFEmIL L -1, 172, - ID2 F 1A O YERLIZ
SAR/RY AN %:EZ\/WE~EM

E = —gy B \m
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L%, TIZTRNMIBMA. eID g+ THD, L, 7 = 1/2 £3/2
DHOHFREBERIIAm = =1, 00 L XDOHIDT, FeDD v BRI 2-6
(ORTOREIZITIC D, £z, WD RPFAET D LD 1)L F—REEITX
2202 T L1, —FIMUD2RD E— 7 (KNP DFZL 6D E—7) &Nl
DARD ' — 7 (F&552,3,4, 56D — 7 ) BRI HO K E ZITHB] L THWIZF
%8195, 1,60 — 7 2SN EOHAITE T A, ADHE
IHMET XX —ICRBEIT 5, 2,3,4, 50— 3ZFDWTh5DH, Z ORI H
IZED, BAETONBELGORE SR EEMDIENTEX LD, AANY
T RIS O E AR LA e TR Lo TWA, L, ABFSET
ISR DD D A AN T — AT N VITEY L2,

AANY T = EEE O EARBER 2 X 2-7 (TR d, 205kl i
BFR DA 2T T — B (Fl 21X °'Fe) OB IRRELCBEKAVIRAE 72 EIZ BT 2 1 #H
PIFHIND . WAWARIEFEN A ZNT T =3 TN BTV S 23, *Fe DF
FM 785 %Z EHD TS, Fe (LEWS° Fe G DIRREDHT 21T 9 DI b A 2721
EIEETH D,
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270 d

Electron Capture

136.3

2 B.9ns
2
3
3 i 144 oo
M 144 keV pmy
I L J
2 Fe

[2-1 5Cod A ANt 7 —Ha O HEA K
BUEFE  CoDEC (11 ) BRI L > TAT D14 dkeVD vy MEEEEA B H31/2ThH
5 Fe NI T 5 Z LIZ Ko TAANT T =W BB B & D, FofIEOH
B E LT ERHIOR W ComHWHI D, 2 L TR Z WIARIZ kE L SN
HEESE, Ry 7T —RICLY y MO RV —%/0 L9280 S8 TR
L 2 IHEREEE (A X =) ZBHT 5D TH D,
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W Nucleus in
e A Excited State
(e)
Y
m. q_if
L Nucleus in
1 &g i Ground State
- Ray Resonant Resonance (9)
Emission Absorption Flourescence

2-2 BRI E WA T, FeDILFARREDF —DIHBE D, A ANT T —ZROFFHT %

¥ —
STRe A AN T —3 W TlE, K2-LHIBIT 5 14. dkeV-y FHEB D, Z DX DL D K

WRFEIDOEZIZXIGT D, (5 3CHR26 LV 51 (—EBET))

18




E ~ 1

-f_ _.-"': E;
e — E. R

' l_ "‘.-._._l_
g — e

Source Absorber

o
E\-Eg=35 0 v/mm/s

[12-3 AANTT =N T D, BT — L BHEART T N (0) DB
BN Tel gl RO ER, RN Z27R~d, #RE (S) & WINAK
(8) DT L F—HERNZ A 22N 1, 220 EMNZxHE T %, ZDORID
HRT, VIFHRRO Ky 77 —#ETH Y, IMIEA AT T —y HEHIBRE CTh
%o (BZEIHR26 L0 51 H (—EBEET))
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X2-4 SFe A ZNUT =3 HIZBIT D RMEET T F(F) EEEOMRILIKIE, A B RKIEDE
£

ZIZTO X, B TOE&E (a-Fe) ZHE(J=0) & LTW5D,
(BE k26765 )
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."'_’"‘_T 32

1= 312 AE,

_l_ilf'
11

[X|2-5

Fe A AT T =43 BT 5, mﬁmzwm LD F R — R L 2 2
Ny T — z«&bw®mﬁAﬁ®m

BEAE INES/2TH HINERREIZSH 2  Fe A 71213 UME— A > heg & 1D, MU
MRE— f/bkﬁ%#uﬁfwﬁiﬁ%&@ﬁﬁﬁmfizw% (X5 2 (S ZiE
AR T 5, mix, HELUEMND L OMRAETETH D, XXA¢7wx~7bw
UMY R (@S, AR EHOFT Ly hEipd, Zokx, BMEERT T M (o)X
Ty NOFLMIED Ny 77 —HEL 725, (B3H26E 0 51H)
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H20, Vzz= 0 }H‘O'VZZ >C'6
6 [ | 3"2:‘ 332>
_'.P
3 5 b
j <& 35 1 |3.u
I:31 / sl 4 7 ?
\ [ ~__2 ‘: | 132, -2 >
S c%)dfocndaca T}*%V»
1 [V2,- 12>
T=12 /
Y |v2,+ V2>
Isomer Shift Magnetic Dipole Maogn. Dipole Splitting
Splitting + El. Quadrupgle
Perturbation
5 23456 1234 5 6
@
c x:.E AEp[g)
o
= —
E T Mm)Fa :%ﬁ?
wmms1

[X2-6 “TFeA ANTT =3I D, BEMAFEHICL DR =L —0RE AR
NG T — AT FIVDRER %@1@%\
BB, Wy ERRDRDIATFT D86 (V22>0) & A7 LR WEE (Vzz
=0) PAREN TN D, (BHEIHR26 LY 51 (—H#BEKET))

22



Servo : "
it vioator (Al =" v petecor |
Reference | « Monitored ! |
signal J_ signal ' Absorber:
Weaveform | Coposatoven! o
generator amplifier
L]
Constant -
Muitichannel .
iw Address analyser Discriminator
conirol

B12-7 A AN T =03 N E O AR (EX) & ABFE THWIEE O 2K DT
H(THO L), #IE, 30 v SRR 0 5E (TROT)
A AN T = CofiJi (Source) 1L, A AN 7 —BRENEEE (Vibrator) (ZHLY 1) &
M ENEEEE S D, 2O LIl o T A AT T — g #E, WIA (Absorber,
REDE D TIE Ry 77 —=RICKY, mxF—ERHENTAHT L, #EfT
OHLISHCELB %, Wi LT E 7oy BUE. BAICB N v B g T D Il
BEIGEL TR SN D, BREVEEENGRIEO Ny 77— EH®R, v g
DORHEIEWRS, ~ VT F ¥ VAT F I A P2k DI, T, B, e
LRV AANG T =AY MBS IS, AIFFEOFEERIZIBN T, #ITe v
U LRI Com LI L T2 b D (F'Co (Rh) A ANT 7 —fR & FEZIL D) TH Y | HIZ
[d U & @ (RETVERGHED TR &) 2 V=,
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2—2 XfREY

fE I IHANE L WA R OEEGERTH D, XERFT2 2N b DT
WL SN0, JRENHEAIE LA TWA 7D, XBOSITH D%
STEHBNZ LR Z 57220, ZOBREXRENT &5, X BREPTE. XEj &R
TOBBFELOMOMEEROREL L TEZZ2HETH D, K2-8ITXHRET
DFEHAZRT, A LEOXITHREFEIC L 2XoEIT2 £+, OMITEFT
HY ., TOmWEEOKEMBITd Al THDH, Z ZITXRBAE ¢ TAFT S
L HICE o THE TRE ENS, BT SHXERE Nl TR STz
XHRClddsin 0372 HBENTE D, IR FESNAKRA LT, BELXGERIC
THRAECLEZOTH D, TR Lz O OXHRE O T =031 R O BH S
TRRRLZERITEDOND, ZOEROEMHILT T v 7 OER T, 75
v ZTORWER) IckyEREND,

2dy; sin @, — ni

ZITATEETH D, XROWE L IE, #e T 2k Ak 7t ) o BRI 3 if fH
bRdu, ERIRREDOREZITHD, ulIAHXRER AL OBOAETHY |
sin @ y A 3EGE T 2 Hb db ks 1 T [ 00 BB SO X R R e, & ORI ORISR & 72 %, B
kg ENCBE L C, #FEmoHm & MRiE 7 —fE ki ic I HEIh D,
IS ORREIE, RS EALK Tl EES U R OB ORI WEETH
Do BAETORE ST, #E a0 by ¢ EZNTNOWBIOMAE o, £, »IC
KV 52605, FiEDYAT e hk I OO HHRITd AT XV RSN D, £
NENORE A ORRFIOHEIE/ n(mTHER) OS2 Ffbnh, nk, nl HIZ X
LR OETZRT, KifhOH bW DO T HIL, FrED 0ITHIET D77
> 0T 0w BT 5

MARRBHIZ R THY WTHOAE 7,280 TH 7 7 v 7 OERITRS
NDETAAIRE & 72 2 T & AW TV DS FET 5, —EDPEEDOXHRIC
% LCL [EHT =2 (EIHTHR. K XUT 7T v 7 ) OALE 1A Sk - (a-TEIFR)
DFEZ R L, 2405 O BRER IR L 135S S 7 72 B - O N (R O &
PLED) AT L, TR s - 02 2o R & SITRET 5, 2
NoEOEMEOS & T, By —7 MEIL, KBS, RofEE, 2uEs) kO
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MO RERMECHEEERMEEICL VRO OGNS, FTREIIHEER T, R
FERA- widafbEE, R ZEER T, n— L YV RFFDL DRI
KAFT D, RIS — o O FEL 83032 0 (BT OMEOE—7 E X, B—
JEEME R =T BIRTH D, K220/ IR TOIZFDOEEX TH D, BE
X2 3 BHC ST L. Z OALE 52 0 O FENL B s % % @ LRI XHR 2 )
ET 5, HonleTr —ZIEK2-20E TRO X 5 i L 720 | B — 27 OEIE
KIFRME, & D WIS BAECORRBRIN e RBUE R EIC XV RS D, XERETRIE
TIHEHFE =2 IZMA THLFRRED NNy 7 7T RBEFEAL, BE— 7 IZHEHR
STHIE SIS, REFAREICNZ, REFRLE —7 EEE L OERIZLE D
BB GELC, MHas D/ A X XE D LRAT 2 kX 7e &, FEEM o ZERE
LNy 7 T RORKERD, Ny 7T Ty Raem/NMNRIZU, BATRFH
EEETAHILICL>TE— XN I 7T 7 REbZENsEH 2 &N TE
Do

X MRAE e I T

HAESRIC K D X Bt e S fiiT I BT EES MmN O FOMELHET 5 2

kﬁf%éﬂm&f%é Hifkdn X SREPTEEE ORI A X 2-9 ([TRd, Hifk

X Bz s L, BSOS FmNo o X REdrsELZHE L 7 —Y
Iﬁ%@?é:kﬂib\ﬁ%%%%ﬁﬁéké%@jm%%%&ﬁfézk
NTED, A AL CTORERDOE, 431 COMAENER R &% < OfEEFHIK
TN L D FAEEREMTZ D, £To. FTARSFOMNELEZ D D BT
LEERPELETHD, LER-T, RIARNLCAANT T — &k@ P RERil)
BIETMZ T X S ET N HUX, FlmEz2 Sk LIcSa i/ T
—X LD, ﬁf?iAﬁﬁw\ﬁ%m%%\ﬁWMé%\&&@%m%&m
T 572 DI RV TR B Lo TR S LTV 5,

XBUIRA= B3 AL L CRRRRCE 2 W0 L A LB TH Y | £ DR RITH
1A(0. 1 nm) & A O Fe/ME (8 400nm) & BT, ETHEV, TOR I DR
MBS IZIER U TH Y, SHIT X BAERICAK T 5 L Z0—EAHEL L,
BTk CROND KO R FWESI R L, A Bl CoMEEREHS Z &0
T& 5,
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By AR XHRIEIHT (XRD) ¥4

MR X KRET XRD) E XS REEE, BT I v 7 ZAMEH e EORIED b i it
FRNTIZIZ R B DWIETH D, K XRD 22DE 5N DML, K EHE,
EVEHT, BRI, FEm bimiE, fidmt A X CIRIA,

By AR XHEREIPTRIEE I, M ARREHIXR 2 B L OWE T O 1% Ml EE)
EHDZ LICE AU D THMEEELXRRIC & D RIrsRE %2 | AR AIc- VTl
ETDHETH D, ALEMDOT T ORI 2R BT S & — o 2R T,
XBREIHT /& — IS T o D FRE O R E S OFSE T 72 5 Ed b L
T PER RN S 1G b D, BN FOFEE & K& ST Lz Bk o/ i,
F & UTRFORIE & BANE QNGB OB BE AN AR A U 72 [ R o 5 BE |
R OE R E DG T LR m O R E &, EAKLOREIORE ST L7 BT
BROTIR OSFEFDOTEHA, KRBT X — o oHE 55, BIPHERO A E LN
SREE ORPNEIL, F5SE OREBAORIE 72 & O MR K OE &R 72 A8 08T 12
WHNA, Fio. ERE EFEROEISOFN G FEETH D, RGBT E R
X, MOSHTERER A L e, FEREN e HEETH S, BB, BEo
HERLA 2 PRAET D 72D OMIHITIR b1 5, B RXEREFTHNE X, KR - (K18 XX
i« WO &5 R R RFICB T H AMRETH 5,
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- SNy 2d sinf = nA
20 40
2 theta / degree

(] 2-8 X #RIEHT O]

LRSS FEICE D XBOBHB G2 LK T, OMPIIRFTdH Y, JI13Hk
THMECTH D, I X BOAAE ITAFTDE, HICE> TAHE ¢ TR E
No, Bl CRE S X#RE Tl TR S N7z X TlE dsin 0720 LD
T&E 5, 2FV ke To Tl 2d sin 372 T HEEDE T, Z1D n O
DWEEICL>TEEIND, TABRETOT Iy 7OXTHD, = DOREITEHLD N
BT 200 0NLIKY LD, DEVEWTAENR 20 THLZERL WD, £
T CXMARBHIRS L 2 ¢ O A EICHR R 23 E LI X2 i 3 5 2@ 2
EoRTHD, HBoNToT —XIFETRO X R LD E—27 OECIHERT
FRPE. & 2 VI B RR BRI e RBLE R Sl K W RESh b,
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fi 4

/ an
- B
w - L
s ;_ﬂ &

8 QQQ: 18

\::
miE EIHE  HTETL
I (hkl) o(r)

2-9  HifE&h X BREIHTEEE O R
BRI X B2 R L, BRSSO BB E T2 D O X AREITRE 2 JE L 7 —
U fiB iy 52 L2k 0, WiERAEENKT H2IEE YOS IMEEZRET D Z &
WTE D, R L TORGROME, 43 T COMAIER: &% < O EFNIR T
IZR Y G FREERENT A D, (BBEE : Rl Rigaku @ HP KV 51H)
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2 —3 BEE—EESH (TG-MS (Thermogravimetry-Mass spectrometry))

TG-MS IXEAKFE (TG) L E AW (MS) 2 A L EETH D, X 2-10 (2%
BRI 2R, REHIBKE XY UV 7 —H A7 1 7T Ain - TIES
oy RO Ko TH Ay 2t L, £ OFEEZLITEKIE TRl S
Do MHESNIET ARSI, ¥ VT —H AL > T EETHEITN, FrE
FZV—= 7 L% CHESWFHIBEAIND, T BT U —h 7 L35 8EE
DEWANEER L ORHNONTEY . MEZEOEBESITFOA A (b= L
HED TCHEARA 2 —T = —ADKE %ﬁofbé A LIZH AD K
$A—=T AT NIDOAT Y o X —ERSy  BAEEICHESND,
£ ST R IR, ﬁ774/TGWB\ﬁ #ﬁé_k%ﬂ%faéo
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Thermobalance (Shimadzu TG-30, 40)

] Temperature data

A
l
|Fumace He(50mL/min) Mass date: |
|
GC MEFS |
1 250°C :D““ %I D
230°C .| spiitte =
)
_ EHE5iET
BE E (B ERMERFTITRD Go/ME OP2010)
l ASE

X[2-10 TG-MSH:E A% Ak X
AEHIBRIE (TO) E A TH v U 7 —H AR T 1 7T AMNZiho TN S D, #kBHE
SR ROGNS Ko TH ARG i L, € OEBEPARE TR S D,
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2—4 AAFZEIC BT 5 HIE FEbR

2—4—1 °Fe AANYT =4 HIE

HE BB DAERK

(VNG 2 T T NN/l = VAV A P QUK (iR DA BN RS Nl G ) 57 Sl B e
REHE AT, SROmMRE & LT, #omg/en’® L7225 KL 9IC Lz, HEREOE
R RESIF 10mm ¢ ZHEAEL LTy, AEHEDD722WGEIE, 3~6m¢ & 72
e, B CIER L7z 2 U A — & 23 UBHZH D i) 7=,

Co A AN T —HR

RITVERC #E84 D Rh &JBEIZ “Co ZHHEF « JEEL L7 B A AN 7 — i %
T2, Co DR 1T 925MB q F 7213 37T0MB q T > 72, °"Co D H-yidi% 270 H (¢
2-1ZM) TH LD T, AWFZEOWIRIT, fFIE2OE W2 () 2 LT,

A AN T —0 g

AL TIE, ME—DEPEA AN T — 3 N DBEYEA — I —TH % Topologic
System £t (BIED LA . Sylus £8) @ Model-222B % 7=, X 2-3 IZHEEH) VIR S
nTWnod,

BEREI FAF AL v |
FIRBELSORIE, T 705 78~300K DR TIREEZLL A 27— E %
T %5 & =X, OXFORD tHOIREE ] ZWRIKEHR M7 74 2% » ~ (DN1726) &, [Al4E:
DI = > hr—F (ITC601) & MW TITo 7z, A U —13&/8REEXT Th
. OXFORD D fHAREIC LT, 2.0 ~500. 0K OFiPH CHIEFRE TH 5, IKIE
BHE,AYHANOFT—Y AR, BIR T, ELWREZRT Z &R LT,

A AN T — ARG NV OFFNTIE

HESNTZAANRT T =227 MUT, m—L oY ilifioREnReGbE e LT
B /N IRIEIC Ko THNT L 72, T 7' 777 A & LT, /IO MossWinn4. OPre.
B, AANRYT =7 MDD Ry 77 —@FE (V) id, R THEL
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-4 @8k (a-Fe) D7 AT v (6 A#) OBELEIEE(V = 0) & Lz, £,
Y I ATy NOE—IfEE Ry 77 —HERKY OREIfFE -7,

2—4—2  XHREYT GRS X AR ERRAT - Bk X BRIET)

Bt mn X BRI AT

ARk U 7= BG4 Bruker SMART APEXII CCD [EI4F3E{E ICHL Y £11F. Mo @ Ka X
éWﬁE:anmﬂ&%%%b@ﬁ7~&%wmbkoﬁﬁmﬁﬂ®@ﬂiﬁm
AR E AT HEE (AR —~ 1o P =7 1 7 DX-CSI190LD) Z H\T1T -
7oo MIEIREIL 123K & 300K Tholz, HiantEOMTIL, Hilko 7w 77 A
SHELXL-97 Z H\WTiT > 7,

A X AR BT

R 2> U 72 8BRS 100mg 2. 07 ADH v TR VA —Ic~w v b LT,
R X BREIPTEEE Rigaku Geigerflex RAD-2C(X # ; Cu Aa . JE=1.5418A)
WZHD AT T BT RY = 2 RIE LTz, BEREL 40k V, FERER 20mA T,
HEREIZT X TERThoT,

2—4—3 TGMS 5347

TG-MS A7 F)LiL, EAE &M (Shimadzu TG-40) & VU EARE & M as
(Shimadzu GCMS QP2010) Z#HA oW 7= 4EE 2 W Tl o 7=,

2—4—4 ZF0fh
B LT B D e R oI, SRR F B3RS R O B MR & T R 00T

At GeE o ¥ =) IZoW K L7, BiEROBEERZIX, TV
LTI A T WO SR EERBEMEE (7 XU 48 XTX-6S-W) 2 W TFT -7,

32



Paraxd

w3 E [Fes0 (C4F5C00) ¢ (CsHsN) 51+ CHoCl, DI TFER %R & #H 7 bl R O R 728D
D L

3—1 I

B 1 ETHRARZL DI, IVRCBREENL T & LTIRE TRl = 8kes R o
JRFAMEEEN D A AR 7 — 53T X DFRIZ DN TIEEZ L OFRERH DH, L
L. ZEREBFEREZEN AL LELORITEAERES L TWARY, £2T
ARETIE, BEBFBFEREZENL & URA TRl 8k R0 &k 2 5 A
710 BEEBFBOT7 2= VHD 5 DOKFE T vRITEB LU Z I vAn%i

Fle o5 & U CGER L, IRl =88R O R iR Eh Bl 5 2 51
X, UFO 3 8D, B2 BIRLT-HABATH D,

(1) B WEBIED BN T » BWENLAA A2 ORI ET D2 LT, SkOJF
fiFEENC TR < BT 5 L PRI D,

Q) ZEFHRARL EEWVENL T TH LN, XU Z IV A k452 b
kY EBlicEEL D, TUTE VIRAIR i —REEREE ARSI, K&
VST E A R DR TR KRE R E\MRAE LS & TRRsD, 20
ERERFRENC E D X D ICEET O ER Lz,

B) I FRIDZERDORE S, £ < Ot R (Z) ODFED ATREMEZ & D D
LN R0 | BIZ, Z D OHEFS S X B ERT 217 2 U, (b5l
BUXE CC. RIS T B E R HIRAR RN 52 bivn, Fhic
O JE A BN DO REIN TSI OTE RN GF LD EHIFFCTX 5,

Z ZTCAREOMETIE, RGBSR & 7 v A n 2 REmEHA, 1t
3 [Fe"Fe"Fe (0) (CaF5C00) ¢ (CHsN) ] DGR Z I WD HEE L Lz, Z DOARKIC
P L, A AT T =00 0E TR AR TR S 72 %IT, ZIEOE IR
R ARE D, PRSI AR A T LT EBR O R, 2HOZ 2155 2
ENTET,

AETIXRAE IS8 2 7L F 2 BFEWSRD 2 OLK., N
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ih & hexagonal—[Fe;0(CsF5C00) 4 (CsHsN) 51 CH,Cl, & &} 5 & & orthorhombic—
[Fes0 (C4F5C00) ¢ (C:HoN) 3]+ CH.CL, 1T DUNT D A AR 7 =43 X R d i s
M EDOERER L EREIRRD,

3—2 ARk

3—2—1 XA TNVFuRBEEBET N ULOERK

ARy R T IVF i BAERR bg 2K 20ml \[ZNZ., MEAL 7=, WBIERTOKIN A
Wz, Kb TREET MU UL 1.25g 28T O1Z 72, pH B T 7 /v
71 VMR ERL, FOEBIE, JEE LA ERE L, AP BT
HDHZLEMERE, Tu—T7—T30 o CTREIET, TOR, ARNHD
726, BT AN—F—TilO7=, DPLOKDEHRLIZEZATEMN AL
WE DT 2 MDA TITE o, — BT TR S EZ, ZH LT Z 7 uA
R ZBERT N U LB,

3—2—2 hexagonal— [Fego (CGF5COO) 6 (C5H5N) 3] . CHzc]_z O)é\ﬁi

HEAL#k (M) 0. b4g L HEALER (1) 0. 2g ZHENT= ¥ / —/L 20mL T 10 /3 f#E L
Too WRELTZO, B U D0 3nl IR T, 20 ff#E L7z, R LWEEGETH
LI EEMERL, TN ETIAA R ZEBE/BET N UL 1. 46g O ET
OFERIMA T, WRNEROTH D Z & MERE, 2 BB L, WK R
HONEBA LT L 2R %, AR LT, ARIZIEES A, Y7 an
AB o HDETONAY— )Ry NCHEES AN, it Lz, Zofibkz 2
A5 2 BRI 2T TR & RIR=E (R 6°C) TS AZRIX L. Bfidh L7, 2
Z T D R DNIR G TRl #k —AZ 854 [Fe,0 (CsF5000) 6 (CsHsN) 31+ CH,CL, T
%o ZORERITHRE T, BT 5 L 512, HEES X BEERENT 2 68T iR
D [Fes0 (CsF5C00) ¢ (CsHsN) 51+ CH,Cl, ThH D Z & ZfEaR L7z,
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3—2—3 2 DDEI & RG22 O OFESEIZ OV T

WICHRR OS2 E 2, SRR OB K Z R T, TR O % # b5
RN R LRIRE O AT 3 7 AR Z 20 T o < D L EEE A FRIE LA
mafb U7z, ZORER, 3-2-2 OFRREE S & 13K OE 5 O IE SRS 35 5
niz, WIRORIL 2 2 OB OEEZX 3-1 1R T, 2 EOMEMITIRIZ T T
F7e<, o, RESLERD, IR TR TH D 2 EITBEIZR 7223,
EHRRAER DB mR TH 7208, FELITH%ERd 5,

D 2 MOEHOSEERALT 2 HIEOWSLZRE Lz, TTREZ VO
MDOFRIFITEZ CTHAERFERZIT ST, TOMREE 3-1ITRT, HIHIREN 6
~T7.5(g/L) THREMEIRNEDDHFER L r o 7o, WITEEAZ AT T mAEAWIR TH
5, GBI 2 7 A%, IEFBRFERIZT A0 Lz, vk 0 s
[FICid, ARG & BTG & & 2MRAE LT L 72,
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3-1  [Fes0 (CeF5C00) ¢ (CsHsN) 5]+ CH,Cl, DEIE D E-E
R D138k = AIRA IR Tl A [Fes0 (CeF5C00) ¢ (CsHeN) 51+ CHCl, Td %, £
IR AEOFERAE L OST7dER) ThH 5D, Zhiast LARORS S 1EE < B (R
FHuR) Thb, TD 2 DOfEEITRESM. MEABIF, RESMER E iRk
SMEEEZDZETHLND,
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#3-1 HRimnbicelT DR

LD R AL DO RMRED T2, IREZ WL OPDOFRMETEREZITo 7, IR
FED 6~T.5(g/L) 720 THBIFTREL 72D, RDA 47— RITBWT, HEE )
2 7 A OFFERAEHIF CH 5, T L0 EOHIRIHTH S35 58 SRR &
IET7 oG & PMRIE L THTH S D, MR EE 2 75 (6g/L LIF) & L. IKiRIRAT

B 2 » AL EZ | IEHTEREG (RF R 36050 &k L EDiz,

MO FH@ ESLEE) FM@

[FesO(CsF5CO0)s(py)sl 0.099¢g 0.150g 0.225¢g 0.200g
* CH.CL

(FERAE )
CH:2Clo+Hexane 20mL 25mL 30mL 25mL
(FFf B VA1)
PG S Ok L T 1E ST A i 1E ST A ol FEARAE i FEARAE A
IR (g/L) 4.95 6 7.5 8
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3—3 MRLBR

HRAE i & B ERmENZEN DO LRz OMEEZR 3-2 1T, ZORER
B 2 FOREE T OLEWIT. I EF U [Fey0 (CF5C00) 6 (CHzN) 5]+ CH,CL, TH
HHZENHALZ, 20 2 HofEfmiE, FUHKE S SOZETHD Z &N
oML RoTz, 2206, 202 FHORRLERBITONVT, X BEES .
AANRNG T =430, BROBEESIT R & OBLED b SRRl fEE 28 4 ol
W UB R T 5, £, T K AR EREGS RS P osiiks
hexagonal $51K, FH5 btk dn (IE ARG dn) F OEEK % orthorhombic $H{A & g
LY D,

3—3—1 il X BEEHRNTIC K 22 TE 00 FHEE, KNS OE W OfE
]

Bt D& 1L TH7- hexagonal A, orthorhombic $&A D HLE M X A i
Wra . i, R 123K, 300K TiTo72, 300K (Z351F % orthorhombic §H{A
Dy FHEEEEAERBLIOEAAZX 3-2-a 12, RNy X7 EEmENT
— X %X 3-2-b |Z/”"T, F72, hexagonal $5ARD 7y THEE &b/ Ny ¥ 712D
WTh, [AERIZE 3-3-a, 3-3-b & L7z, 123K, 300K O Hiffdh X #RMEAT 7 — & 2>
HFLNTZEOENENOREST — X 1L, & 3-3 [ZEN L, 2B, FH2
fEaRBLOHEEAZEOMGET — X 38R # LT,

5y TS - R R

X BAEIEREATAE 72 B orthorhombic $5{A1E 123K 38 LT 300K (23 TR &
RZERRE P TH D ZEMBH LN E 2572, 300K TIX, 3 DOFRE I L OHLL
e 72385 FI2H 0 | Fe,0 OHLEZITIRIE G % FREZ AT 5, 300K TD
Fe2-01 3 LN Fe3-01 BOFEAIERIX T 1.861(3), 1.878(3)A TH Y
Fel-01 1 2.022(3)A kv vV, F7EEMAEIT Fel-01-Fe2 BL W
Fel-01-Fe3 A IZB W TIXENZE 4 118.0(1)° TH Y, Fe2-01-Fe3
123.2(1)° XV H/hEV, 2T Fel-02 3 L O Fel-07 i D F7 ~Fe2-03 R Fe3-05
N2 HINTWVWAZ EERLTWD, DFE Y orthorhombic S&ADE S AL
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% 3 DOF N FEL A THEL TND I EERBLTWD, T
B OB D, SROFEAH2Y, Fe2 & Fed OiJE+28 3 MDIRIETH Y . Fel
M2MTHDHZ EIZL VST B D, 123K TO X B EfET OfE R1%, 300K
OWPEFRE L LT, TOMEEHIIREIIEDLLT, HEICLS 0 FHEED
BTN ERAL DR 5Tz,

—J7. hexagonal $&{&IZ 300K (Z331T BN bR ZEMIRE P6s/m &2 L. Fey0 12
BT HHLETIE Dy Th Y JFEHIFEEZ AT 5, 3 DD Fe-01 #5EHEEEX
1.906 (DA LS LV, ZAUT 3 DOERET-A3, 300K (Z35WTHE I AN C
bH5HZEERLTND, DEDHFIARIL 3 DO8Z F.LIZ 01 2 EF T IE—ATF
T LTS, 320U VU, 3 250 Fe FFABLOHTLD 0 JFFI2%
LB FR CRE S MOMEICH D, LLEOZ EIZRE 123K I8V TH, fd
FRBED O3 32 A X R S T2 D EARMICFAE T, IREIC X 20 THEEDOER
13727,

Z I OBk A- D BGEE) M O LR

LSRR ER S Ueg 1. JRFOBIRBIOIRIEORETH Y . FEOEBI DK
ENRREL 2 ™, 300K (WA UERMETHNT LTz Fe JRT0D leq fil
orthorhombic $EA&AY 0. 033 (1) ~0. 034 (1) 72 DT % L hexagonal 41X 0. 046 (1)
T %, hexagonal BEARD TGN REVEL 725, ZHIE 300K I2F1T %
LT DERIRF OEYREN L, hexagonal 5RO T MH AT KE W & 2R LTV
Hoe DFVN BKRFED Oy X OERX L, hexagonal A& <orthorhombic
SRR CTHHLZ ENTRBIND,

2B D FE D Hg

2 DDLIED X FHEEMNT THONT T ER LY | FHR SN B & FZH S
NIBEZ T 5, fmOBEOREILZ, AVTFLUrBIOTrERLLD
BEWKE AW iEiEic L0 i\ (293K) THIZE L7z, 300K (28T
orthorhombic $&K CILFHE SN2 1T 1. 80g/cm’® & 72 V) | hexagonal $E{KD
FEIE 1. 75g/cm’ Tdh o 72, 123K (235 Tl orthorhombic #{AT 1. 85g/cm’ & 72
Y. hexagonal $&{A&IL 1.79g/cn’ & 72 o 70, FER S AUIZE IR 293K (ZHWN T,
orthorhombic %A% 1. 82g/cm’® & 72 V) _hexagonal $E{K TlX 1. 72g/cm® & 72 5 7~

39



WINLEHEINTEEE BN SN EEIT L HIT hexagonal $H{K LY
orthorhombic A3 KX 1N, OF V. orthorhombic & D J7 73 X 0 FH L /<
VX TTHDLI EERBLTND,

3—3—2 "TFe AANTUT—3WIEIZ K DL OIRliHEEN 255 0 fig B

S DA AN T — AT b OFER L AL

orthorhombic $AD “Fe A AN T — 27 FIVOIREEFM (78~300 K)
ZX 3-4-a lZR LTz, TRTDOIRED AT "ML, 2/ Q#HEOET Ly B)
E LT SNTo, BN AANT T —RF A= —(BMR 7 k5, UMK
DELAE) (3% 3-4)1%. 2 RS Fe¥'e Fe" ThHH LIREEND, T7/bb, T8K
DOARIE 5 300K O EIROBEFFHIZIS T, [ b7 v IREOEETH D
ZEDBHBMNE RS T,

Z3 & IEKRIRAYIZ . hexagonal $EAD A AN 7 — 27 "L TR, SR
T A E N B STz, BK TIIHI 2. 1 OIS T2 O F 7 Ly XA &
NTHEHEND, 3I-2ITRINFZEMERT T N 0BI UMD AE NS,
FIFI, Fe*m & FeXICRESND, 3 DDA F v DJRTFAIIKEEDN 2 HD Fe*
BEIOR1T DD FIZ Ty RETHDLZ EDBHLNTH D, 5K Bk~
A BT TS EARRT T =T L EﬂKLTW\<03mKTﬂi§ =
0.64mm/s BEL O AE = 0.40mm/s THDH 1 2OX T Ly bOHLTEHP Iz,
ZAVUTEIRIZIB VT hexagonal $EKITEAiFREIZE Z L TWD Z & AR
HHDTHD, DFDEBICBWTEOETIL 3 2O8kA 4 TEHLIT
W5, EOBEOMEIL, TXTOEA A OfidE 23 [(+3) X2+(+2)]1/3 =
2.6666-=2.7 LEMR I, 2. 7T MiORAET N7 v REICH D Z L 2 EH
LTW5%,

hexagonal $ERDTEIRD XA AR T T — AT MV JFFMMiT b T v 7 En7-
Fe* " Ch b Z Lid, BMERT T MENLDOBELRIZKY, LITOX D IZHASH
515, hexagonal $ERDRIEIZBIT 5 Fe* Fe* D IS%  FiLEiL AR 1S(h, +2) |
IS, +3) LT 5, ZD2O0DA A1 1 2 DR THEL TWDHD T, :ﬁ
BT O8A A EE N EBERHE TRy U 7T 5 EBHET X
1S(h, +2) . IS(h, +3) & &2 2 sy 23 ML LT 1 k@otk%@%”mﬁ
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PR 7 K~ 1S, 2. ) i%, RO TERIND,

IS(h, +2.7) = [ 1S(h, +2) +1S(h, +3) x2] /3
BRI 7= X 91, S|IRICBT 5 IS, +2) . IS(h, +3) D ERMEIZAFLE L2y,
% Z T orthorhombic S5 D HEMAT 7 ~ o HIEMHE (7S(o, +2)=1. 006mm/s .
15(0, +3)=0. 476mm/s) ZRA L CEHET D & 1S, +2. 7) OFEAEIL 0. 651mm/s
G, ZHUXMIEMD 0.640+0,005mm/s & —F L TW5D, ORI
hexagonal $EADRIETOT T v 7 ENT=8A 4L DR HliN+2.7 THDHZ
EHRRIBLTND,

Gy FABLE - R AR IS & R iR ED O BItR

MEZEZTAANG T = A7 FVIIE D B orthorhombic FE{A &
hexagonal &KX, [ ULk Z H DI bbb 67, W& OFR it Ehzs 8 X
SR TH D Z LN L NE ol ZOBLIIKERIT, 3-3-1 T Tl ~7- X ik
AT I 1T DA aEE DEV NSRRI TE 2, 3SEO#A 4 3 ZFID =T
TR T 5 orthorhombic SE{AIZ5%F L. hexagonal $EAILIE = AT THFERL L
TW5, ZOREIT, BAFTFEE 2> TWDEA 4 OFE ST A R3S, 3
2 & LM TH IR (hexagonal $5(K) | JR DT &7 » 7k CEEML) BSEEZ Y
RFTWNEWNS Z EZBRICHROT 5, ZOZELEVFETE DX, AFD 3
DOEEN BT HOTH S,

(1) 22N TR 2R G b 2 fesL L2 2 &

(2) s b X S EAIT CRFREOZRZFFMICIRETE -2 &

(3) AANT T =3 T =B Mk 3 D8k DRl E) DO K & 72 2 L

EERICBICE 2 &

FRABEDRA ARG T =AY ML HIRE

3-3-1H D [ZBITBT 2 T OBEBEO L] BLO [ZHOEEOML
W AZBNT, 2ROy F L TOBRIICONWTELE L, TORBEEL
T, ZIEOFEH Ny F 0 VOB X, hexagonal 5K <orthorhombic SEARD K
INEEfR & 7B 2 L A R LT, orthorhombic $5{A& & hexagonal $EAKD X A/ X777
— AT MVOREOIREKRFEMNN D, ENENDT A RE 2RO, i
Do THAAREZ, MmO FIRBNVEZDIRELARTENTE, T4
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BENEWVIZEREGE/ Sy X IDRBWEE X LD,

3-5 {2, orthorhombic $#{AIE L N hexagonal $ERIZDOWWT DA AT T
— WU FE (4) O B IRXEL DOIR R A2 7777, 78K O s THM L S 7-fm
RO BIRENE In(4 (7)/ A4 (78K) Z{HE TIZH L TTry FEhTWD, [#H
KBFDREGR DT AT NLLD [ LLFOXDRKY LD Z ERMbENTND

29)

o

d(1nd) /dT = — 3E*/ Mk 07,

L7=Ro>T, Zo7ay hofxix, EiLoXNofintsd, ZIT, EITA
AN T —EBB T RV X— (14. 4keV) . W 1T A AR T —Kkr Rr L F—n 52
SNDES FEE., cltE, KITRLVY~ U E, 0IT N AIBETH 5,
MAEIE [Fe;0 (CeF5C00) ¢ (CsHaN) 51+ CH,CL, D5y 18 (1772.2) & 7 AR H K EEL CTE| -
TofEE Lc, ool (BARRREIZE 3-5 FlREnTng) ZHnT
O, %KD % & orthorhombic #5475 27. 2+0. 5 K, hexagonal $&{A&TlE 25. 1+0. 2
K ERH SN2, WMEDOT NSAREDZEITRE 1TV, BBEORHA B 72
BEOERNE TS, 9FV 4,ffHI orthorhombic $EAED TN LV EL, =
D Z & 1% orthorhombic $5ARIZ IS 1T B 5 A FEIE DS hexagonal $5A L D HETH S
ZEHRRBELTWD, ZTOZ EiE, BRICER X SRt 7T — 2 0615 6o
e —FLTWD

3—3—3 TG/DIGHIEIZ L B kSt o BLBEREEE o 2 O bk

hexagonal A& TG fhi#fds L VDTG #hi#R % X 3-6 12, orthorhombic $EAD
D xR 3-TIZENEIURT, T6 FIIEEEROBEELE(ILZ TR L TWDHDITRT L,

DTG Hh#RIE TG 1Tk 2R COMBHEM TH D, DFE D DIG HiftiZrFN DR
FIFEREZEL TS, X 3-6 LY hexagonal 85K TIX 196°C & 215CIzBWT
DTG Hi#R S & — 2 & 797, TG #ifRIC L % & 205°C TOEEN 95. 9% 2D L=,

Z #UIE hexagonal $ERIZ-DUVNT CH,CL, 43 F D43 I AEY U, #if S i ItE oo i B
R LTV D, DF Y CHCL, ORGSO HEBRIEE X, DTG &' — 7 FRE b 2 ]
WCHRE L72INEEHME E L TR 2000 TH D EHEE L7z, orthorhombic $&A
(¥ 3-7) TiZ. 151°CT DTG #ifiAs 1 DO — 7 Zod, 16 fhifRic1F % 175C
TOEED 95. 4% I LTc, DFE VK 150CIZHB W Tidk CHLL, 43 F DEREIC
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YT HEEZENEETWDHZ EZREBELTWD, 3-3-b BB B K
N, FEIAIL Y T CFs AT E N G- CTHEN D, CHLL, BLEER
EOZEIL, WS ERA METEDOMOMEEROmE, 2% 0 fEmiEED
FEIEZHLIRI T %, hexagonal $5{KD F 73 orthorhombic S & U FibIAEE DERE
IREMED - 725 FI1EL,. 2 2 TH, hexagonal D N L VA2 RETH
HZEHERBLTND, ZOMRIIATROZE O/ Sy % 7 OB S O M
Eb—ELTWVD,

3—3—4 #EfNy X7 LR OBEIZ OV T OMET

orthorhombic $&{A & hexagonal $E{RDFESL /Ny 7 fidaE L TORFRED
H, R EE 2 ARSI T 5 72DIC, ZHETICER L T2 X R
M, A AN T —HIE, BEESHICHIT HREIRERLZR 3-3 ITELD
7o FESETE LR A BEEOBMRICIER LTELET L L, W OO M
N B E 725, orthorhombic $EKIX, 7/ A IREED & < | S ERIEEE 1 DL
HERE 23 mW N2 & v B | hexagonal SR L 0 &L & < | R O EGES) D IRIE
MWINSWNWEEBZBND, DFDREREMEE I3 7N hexagonal $EKRL D %
orthorhombic $EAD R L VERNZ LE2VRIB I D, FIRD A AR T — AR
7 R UIZEUNT, orthorhombic 851X Fe L1l ~ = » FIREE & 72 D _hexagonal
ERITE AT T v TREBL R DEWNET, 20X REBIENLEBITE 5,
7 3-3 1R L72 X 91T hexagonal 85Tl 3 DDERA A 0 DAEM 72 EAL 2 15 6D
123K T% 300K THIE=AE LT 5, hexagonal SEEH D Fe i1 3 DN
XU TRBIIESER S TVND, ZRICE > TRy B ZIC L2 ETBENE
M ELZEORER, KVEWRE TR LT 7 v 72 A TDARANTT —
AT fL b 7e %, hexagonal $ERD K 0 ARWEEE (K60K) TOJRFAl N7 » 7 &
NI ML ETRTZEIZOWNTIE, UTD2O0DA =X LBRHEETE 5,

AR THREAAEIE DAL Z U | Fe Jii 3 HOEMMEN KD D

cEBFHR Y BT, MR LT, BEMNMETFTA LD IL

<725,

LWL, ELONEDZETHLIHET 5 Z i, R TITTE oz,
60K LL T DR T, hexagonal $&A D Bk X S IEMAT 23 i CE4UX, KV
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EXMOH L AREM 2R 2t R TEZEEDbNE N, RERN B FOEEIC
TEEN o T,

3—3—5 AWIEDOBELERITHT D IATHEDR R b ORGET

ATE CHR IR E & A Sy o 7 L OBMRAEER L, Mmooz, 2T
COETITBEDOLERICRE SN TND I & L L, ZH IOV TR
%o 1990 HRUTIRA TRl D =K% 71 VAR ERERSERIZER - 2 BLETR VY 2 DD A
ARG T = IFRDFERE SN TS T30 SIS T 7B
BT DREBEB L O Ty X TOBRIOEBIIET 20 TH S,

Yoshida &i%. [Fe;0(CsH:CH,C00) s (C:HN) 3] D 2 FED LT A G LF D A A1
T =AY MVERIE LT Y, 2O, —FRsHRERETH Y s
FHBEEER TH D, AT e A8 T, #HRESF RO RS (KR
T, RS DEOCFES I L > TH TS, BRMED A AT T —2R
N7 MVIE, BRREEEOHRDBIRFALT T v RIS D Z EER LTS, AU
ZENZ BT % [Fes0 (CeF5C00) ¢ (CHN) 5]+ CH,Cl, DEZFITRE T 545 51%, Yoshida B
DFER L —FT 5, FHFEH I AL —71THE X HEH KXRD) 12 LY .,
[Fes0 (CeHsCH,C00) 6 (CsHsN) 3] D 2 DD ZIEDSREIZ X B S AL TV D28, Hiffdh X
BREFT AL 1 DOZE FERE) OAITONTLITOIL TN RN D, 2D
DEICARM CIEME/efE SNy 2 7 & g ST,

Nakamoto HIZ & % 1991 FEOHIADAFZE TIX, JLFiFEEI DR 2 B & 224
L2 DOFEN G L L CEBIFHbN TV Rho 7o, AR ToOHG L B
THEINH D, WS IE, EHFL L7z [Fey0 (CH35C00) ¢ (CHN) 51+ CHN - & FEVA
L7 [Fes0 (C7H5C00) 4 (CHN) 5] D AT T U ik = KE kIR &2 ARk L, 78~299K
DIRFEFPHIC T2 > TAARNT T — 27 MLERIE LT 7, IREEFD L7 g5k
XEIRTH G N T v 7RI bvaoR L, ERERYITIER T b7 v
TUZRT MVTHDHZ EPHP Lo, BR XRD HIE T, BEEE AR X OFER
BERSEAR DM FIZB W TR WEMEMZ AT 2BIBE THL Z L 2R LT,
DFE Y | RISV T EEEHA & IR RS T3y 22 M FE D 7
. TORERAANRTG T =27 MUBEOENE LTERNLD, ZORERE L
THROLNIZFEIIAFRE L BT 56D TH D,

44



AREEIZBUT D =Bk~ Z T VA v R EBEBRIEAR DO FERRIZONTE L O
5, FfEmbREEZZ D2 LR 2 MOZERZ DGR TELZ L%
BASNZ LTz, FO 2% L 1% orthorhombic $8{A & hexagonal $&KTH AN, =
D 2 DOOFEKRIT, A AT T —HIEICI T DI ifEE ' B 2R 22 B
S, IR TIImSEERE BRI T v IRETH D, L, miRiZsn
C orthorhombic $EAITIR A k7~ 7IARED £ £ T 5 DIZ%F L T hexagonal
BEARTIIR AT T v IREBTEHIEN D, Z O lEEI 28 OF
WEER D TREEDEWVNZ LV AL D LD LHEETE 5, $5KD %*%L@Eﬁ%
L7220 3 DDA A UNTHER LHERT 5 & orthorhombic $5AIT 5510 =4 1F
T, hexagonal $§ARTIXE=MAELTER L TWD, £/ 2 DOFKITREE/ Ny F
YT RERBEE)ICBVWTHOREREVRH DL ZLEAWALMNITR T,
orthorhombic $5(RD N FEMBE ., 7 A REE, £ L TR mIBER 5+ DbrE
B L HITKE VY, 23X orthorhombic 8514 J7 53 hexagonal #5485 0 HAHEL
ZEHERERT D, ZDK D ITAMIEDIRE AT —EZEREEA Tl 3 DDA A
Y ONERRD, JRFMRENIC R E R EL2 52 TB Y, LU REN B
HLTWHZ 26T LT,

DG eaFeIE & R FRE) O BRI DWW CTHLER & 5 & 23 e S a7,
Madsen & * (%, {BA Al =KE8k 4 VR 85K [Fes0 (CNCH,~C00) ¢ (H;0) 5] D A

AN T —E A mE T TRIE L7c, 0 =FZeEIE, Nakamoto H 23R Tl
BT b7y 7TIREL 722 Z L ZBICHE LTS HDOTHD ™, Madsen b

DFEFIT, 300K T1RED FTDRAARNT T —ARY FJLE Nakamoto B Diff 5
R CTH -T2, [7 TIREE T 4GPa O & E T TRl b7 » 712 b L=,
mEZNT L&, M EFDGE L, Lo T, M REEES D &7
MEIND, ZOHREIT, AFETERELTNWAZLEZTR—FT5HDTH S,
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# 32 JLESPRER (HAL : %)
SR [Fes0 (CeF5C00) ¢ (CsHN) 51+ CH.CLy DA T d 5, BHEE & BIEMITIFIE
—%T 25, MRBRORRD 2 SOFERIEN, RO ORESEIER Ul
[Fes0 (CeF5C00) 6 (CsHsN) 5]- CHoCly TdH D Z & HRIB L TN 5,

FHRAE 39. 31 0.97 2.317 32. 16 4.00
orthorhombic 39. 39 0. 99 2. 49 32. 36 3. 88
shith | | | | |
hexagonal 39. 78 1. 03 2.43 32. 41 3.09
stk | | | | |
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Orthorhombic Pnma
a=12.51, b=21.49, c=23.68 A

3-2-a (kX))  orthorhombic $&{AD HfhEh X BAEIEMENT 7> D% DAV THEIE
300K ICBIFABIRENTFAE (D) 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), KO DE I LS
FPEEDFERNG 3 D0 Fe JF1-H 450 = fAIE CAEKR L T\ 5,
3-2-b (FX)  orthorhombic $HAD LK FITIIT D3y F 27X
a, b, c ® 3 DFTFESNL, TN OERAK O (2% L CEE T[S
HHIEEEWRL TS, 4 431D [Fes0(CeFsC00) 6 (CsHsN) 5]+ CH,CLy A3 HL
N FITAFEL TN D,
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Hexagonal P6,/m
a=bh=13.46, ¢=23.68 A
Z=2

3-3-a( LX) hexagonal $E{RDHEA X BAEIEAAT 2 515 5 1172 7 1A
30K 12 B F 5 # & & @D B X O A E (deg)
Fel-01=1. 906 (1) ;Fel-01-Fel’ =120.0 Th %, HHiBDE S B L ONEE A
FERE)EIRZ LD, 300 Fe JR F- N IE =M CAEAA L TV D,
3-3-b(FX) hexagonal $EEDENIEFIZRBITEH /3y F 7K
a, b, c D 3 DJRFESNL, FIEN O K OME I L CRE S \IZH
L2 rxEHRLTWD, Bk FITBWNT 2 7F 0D
[Fes0 (CeF5C00) 6 (CsHaN) 51+ CHoCly Z3FETE L TUN 5,

48



% 3-3  orthorhombic $&{A& & hexagonal $ERICIIT AftdaT — %
X BRAEEMAT, A AN T —lIE, BVEESITICBIT 27T — 22T 5L
orthorhombic $HRIE, T/ SAREEN G <. Kb MR F OBRERENmH N2 &
235 . hexagonal $5K LV EENEWEEZ OND, DEVFEEMEEIIS TR
7)Y hexagonal $5K X U & orthorhombic $ERD N L VBN L 2R LTV 5,
[Fe3(0)(C6FsCOO0)s(py)s]CH2Cly  orthorhombic £&{4 hexagonal &4
CHoCL & 6 O 5 90 H 3H
TRV N TR Orthorhombic, Pnma Hexagonal, P63/m
- EH A a=12.51, b=21.49, c=23.68 a=b=13.46, c=20.97
(123 K) (123K)
a=12.70, b=21.57, ¢=23.90 a=b=13.59,c=21.08
(300K) (300K)
BEREGEHEE) /. g/oem? 1.849 (123 K),1.797 (300 K)  1.790 (123 K),1.746 (300 K)
(HIEfE) /  g/om’ 1.82(1) (293K) 1.72(1) (293 K)
53 FHEE 3 DD Fe JFEIFIEEMT 3 20 Fe K135 CIE
TESD = =AE
(123~300 K ) (123~300 K )
Fe Jil 7 D EIREH IRIE Uy = 0.033(1), 0.034(1) U, =0.046(1) (300 K)
(300K) (smaller)
Fe Jii1- O fifid 2 B 24 ) Trapped (78- 300 K ) Trapped (<60 K)
Trapped — Detrapped (~78
K)
Detrapped (>120 K)
TONARE /K 27.2(5) (more rigid) 25.1(2)

it dl VL 5y 7 O B £ R FE 200 (more tightly bounded) 151

/

°C
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orthorhombic
300 K
Fe3+ Fe2+

270K
= C
o
> 240 K
‘N
c
Q
£ 200 K
()
= S
©
o) 160 K
n'd

120 K

78 K

Fe3+ Fe2+
A ] A ] A ] A ] A
-2 1 0 1 2 3

Doppler velocity/mm/s

[X] 3-4-a  orthorhombic 5D A 277 — 2~ "L DR EZEAL
orthorhombic &5 TIZ.78~300K T3 SDOEDJEFAHIZ N T v X E TV 5,
T 725, 300K DX 9 REiETH IR AAREENC X 2 B LITE Z 65720,

50



(]
300 K e 85K
W

o P g
> .
Q
- \ ¢ 78 K
= N
2 120 K
L)
® 70 K
o

g 100 K 60 K
@

\' o 5K
’ 90K

Doppler velocity /mm/s

|
N
o
N
N
I
N
o
N
N

3-4-b  hexagonal $E{RD X AN T — 27 L OIRELAL
hexagonal $5(KD A AN 7 — 27 R VEIERITARRIC B O THEE T ~ 7
v ZRBICER TIHMOEFT M7 v REL 20 | BEREERFENBIZE S
%, hexagonal SR ERE TifEEhIL, orthorhombic $&& & 1T RV TH 5,



% 3-4

orthorhombic $£4< & hexagonal $E{KD X AN T — /T X — K —

23 orthorhombic $&{A& T RS hexagonal $&5{&Td 5, orthorhombic &AM A~
7 RV, 78~300K DIRJEFIFHIZ - > T 2 O 7 L v MBI ST,
hexagonal $EARIZIBVNTIL. 5,60, 300K LIAME, 1@H OEATE Tz H 7

Mol
Orthorhombic [Fe3O(C6F5COO)6(py)3] ‘CHzClz
o(mm/s) AFEo(mm/s) I(mm/s) Area(%o)
T/K Fell Fell Fell Fell Fell Fell Fell Fe
300 0.476(1) 1.006(2) 1.017(2) 0.767(5) 0.291(4) 0.222(7) 74(1) 26(1)
270 0.476(3)  1.045(5) 1.056(5)  0.946(10) 0.302(9)  0.254(16) 712)  29(2)
240 0.487(3) 1.099(6) 1.095(6) 1.155(12) 0.293(9) 0.246(17) 71(3) 29(2)
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 [Fe3;O(CsFsCOO)s(py)s]-CH2Clo
o(mm/s) AEo(mm/s) I(mm/s) Area(%)
T/K Fe'' Fe(av) Fel Fe'' Fe(av) Fel Fe'' Fe(av) Fe!l Fe' Fe(av) Fel
300 0.640(5) 0.401(8) 0.25(1) 100
60 0.549(2) 1.247(5)  1.139(4) 2.140(10) 0.308(6) 0.382(17) 67(1) 33(1)
5 0.544(1) 1.2342)  1.210(1) 2.186(3)  0.257(2) 0.283(4) 62(1) 38(1)
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orthorhombic 5]
®  slope= 00057 2)K'
e B=272(5K

hexagonal

LA(A Asge)

4.k
 slope=-0.0069 (1) K’

L Bp=231(2)K

oo o0 300
Temperature /K

3-5  orthorhombic $&{& & hexagonal SEADIREZLAIZIBIT D A AN 7 — IR IR
orthorhombic &A% & O hexagonal $EARIZ DUV T DR A AN 7 —W I GETEK (4 )
DIREARFED RSN TV D, 78K OHFE TIER L S L7z mifE o B A& i3
In(4 (7)/4 (18K)) & 72 %, ZAURRE TITKLTFry hEiuTnd,

53



Fig. TG Curve [ Nitrogen ] Sample : [Fe30(02CCEF5)6(py)3] - CH2CI2

Apcarzhis - Eimacin: TG-30 SampicSkE - 1E.333mg Gz Fow W em Bmlmn,
HestngRae 90 dagimin Prereatmant Oparator  T.Maxamotn
Range X mg (1Dmvy Vessel =202 Dt : 2040530 I~
110
100 ....TGCL|—_,_..__ 45
i e
Wk a0
o €
MODE c % i= £
M E c
X =Y 1 100.0 ~~ Ju T
2 B 2205 9.9 \ N
§ ] 3 20 947 | -
= 4 320 645 \i * u
2k 5 500 273 ; >
> " i =
£ i | DTG pesk 1 19 - e
i 215 =
| b :
E -
wk + £ ] :;
oE
.IJ-TG Cmo B || B *
o 1IL"*] EIEID 3IDL‘ -I.Il'f] 50

Temperaturs [ *C

iz ashai 200dbty Toray Reseanh Center

[X] 3-6  hexagonal $&{KD TG-DTG HifR
196°C & 215CIZBWTC DIC B =27 225 Z E0N D, ZOREFHH CTCOER
DA FIE. hexagonal $EAIZOVNT CHCLy 20 F D BUIAEFNIAR Y 4%, CHCl,
DO AL O PEFRIEE 1X, DTG & — 7 iR b 2 AW TR L 72 B & L TR
200CTH D LHEESND,
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Fig. TG Curve [ Helium ] Sample : Sample
Agparstuz + Shimadzy TG-S (8} Sampie Soe 18265 mg Cx Fow :Sﬂmﬂ ﬂmn.
Heatng Rabe + 5 degmie Prefreatment Operator i T Makamoio
Rangs - 50 =g (50 M) ‘Veszel SBOZ Dofe XL0E -
Ho
TG Curve
100 E- - ——— ‘—_“"—'-'x___';""
w | __k"\ 1w
BE _c
MOLE T % E
e £
- X—y 1175 95.4 = Ja
& 3 2290 6.5 ,
\ 1 50 08 =
=E =
z E | DIG peak ! 151 — Y =
5 = ) 2% | 1z =
2 at 3 a2 A :
4 =N b
o b 5 359 R i
| . =
10 | i
ok '4 - ..-‘-_:L'
DTG Gurve . P s 3 '\.M_Ju.a L
o 1IIII .'!IEIIII JID[} -i.l[‘ffl 500
Foie: mhaiteg Temparature | °C Toray Researcs Canisr
3-7  orthorhombic #{&™ TG-DTG iR

orthorhombic $5{KIZ>WTIE, 1561°CT 1 DD DIG ' — 2 Mz 5, ZDOEEIZ
FBUNTIE 0. 96 D CHCLy 43 T DBREICHYS T 5 Z & & 7R L7, hexagonal $81KDJ
23 orthorhombic $&A 1 V) % SR D BRFIRE 2MED - 725 513, hexagonal $&{A
DFNEVESH e RETHDHZ L EREL TS,
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B4 E ORGSR ST v BERL R EBRIERICBIT 5, BAL DB
BL ORI DOFEEIC L D XA ARG T — AT hJL~D %

4—1 1ZLU®IZ

AT O 3 BTl RATR T MEEA [Fes0 (CF5C00) ¢ (CH:N) 3] -CH,CL, D 2 D D%
Bl oW TR Fifggh o @4 kg Lz, KAE T, ERmELEO 720
[Fes0 (CeFsC00) ¢ (CH:N) 5] Dy 8 D VWMIBUNL 7T D & 7 v a2 BEMR
DT = = NVIOBEILF (7 v F) OEEZ T2 L 2O, JR RN kT3 5 %8
% e A AN T —3 TR,

BN 1 & S IRy 1 2 LRI HIE L, °Fe A AN 7 —23 W TR i fEE)
NOFBELFNAND Z 21, L OETHIRICEB N THTOIL TV A IFEFE ThH
Do

Hendrickson & IZfE i EEFN45F DIFAEIZ DWW T REBBRE OGS 2 LT
% o [Fes0(CH,C00)6(CsHN) 5] = GHsN & fE f s BE o v U 2 v 28 2
[Fe;0 (CH;C00) ¢ (CsHsN) ;I DN T A AN T — 2T L OIREEACRIE Z1T -
TRER, BV UV EATIHAICBO TR HEIOREBABH SR, BV
YRR LU TIEHE ISR GER)MT N vy 7 SREEITE Z 57202 L amE
LT3 3  Hendrickson 5%, fEfbiaft o2 &8, SR CHAET ~ o
v TARBEIC2 D IRF & Lz, LAsL. [Fes0(CH,CNCOO0) ¢ (H,0) 5] 72 &AL 2
2D, FIRTETE N7 v 72500 RHIN TS ™, KiGSLOH 3
BETH, fmeliEs bo 2 DOLH, R IEIHICB W TAEWIHEK T 5%
HELHZ RN, £22C, BIRTHEAOT N7 v THREEE L D
hexagonal—[Fe;0 (CsF5C00) ¢ (CsHsN) 5] -CH,CL, 2> HFE I 2 B Y o 7-85 KD . JR
FfEE 2~ 5 Z LT LT,

IR R A =A%k T VAR EEE IR DB F- 13 RCH,C00 DfbFATRIN D, &
HLIL R R0 DVER & 7o BBRA . JEATAFZEIC K 0 ARk E 4, Fe A AN T 7 —23 ik
2L R FRRREIAT RO T E R b Bl b O 1x A VL CHEiREC
NA-TH O HFZEFNITHR S Z ) R=Cilly; D AT 7V U ER7: E R SIENIRE & Bl fir 1
ELEHITME Db 5D, A TIZ. RN Z INAA 0T 2 =)L CF; Th D
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M, AFETIET b7 7 ==L 3 R=CHF, 1TV T b BUR A SRR L CA il R
WE L2,

T NI INA R EEFRITH OBMBALEN D 2 FHEE AR LR LT,
RUOBTNFRBEFHRET N T 7N BEROEEEZM 4-1 1R,
NRUBUEBRO H ONMEBENERD Z LICXEBESRICL Y, SkoBEIRE~
DB M-I b D ThH D, ZOBN I &> TERR LTz =EEHEA R T
MEEARICHONT S, R FlifEE) 2 hexagonal $&{(4 & Hlz L 7=,

KRBT, Hifin oy + L AL DEHILNGEIRD A AR T — 2T b v
52 BEIBIZONWTERT 5,
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F F FO
F F
AT A DR B AR
Os_ OH O -OH
F F F o
H 2H—F4 4H—F4
= F F F
oH—-FHZF 7L A0 ETEE 4H - FTHZ7ILA OEE Tl

K 4-1 N FTINVFa B BERET NT 7V a2 AEROEER
F NI INF R EEFRIT H OBBAIEN RS 2 FEA S LT, ZhUTE#R
HNRIZ XV GROEFIRE~DOEELEBZ -T2 b D ThH 5,
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4—2 HRk

4—-2—1 [Fe30 (C6F5COO) 6 (C5H5N) 3] @/EI\E‘Z

B O3 EO 3221 BXOW® 322 L FETAEKLE
hexagonal—-[Fe;0 (CsF5C00) ¢ (CsH:N) 51+ CH,C1, (hexagonal $E14) O3k 0. 2~0. 3g %
0. 1Torr OE T T 1~2 FEfi]. 135COFA NN ZTIME L, FESLIARE CH.CL,
Z B2 L7z [Fes0 (CoF5C00) 6 (CsHN) 5] 24572, MNEMEELILES 3 TITHAE 72 T6-MS 7
— X &b IR, MACEENEEEYVIEL, [LFEEROIZ 1 5TDOY7
ma AR BEE LT E B E e D KD INEARER A 3R E LT,

4 - 2 — 2 [Fego (H_CGF4COO) 6 (C5H5N> 3:| : CHzc]_z O)é\ﬁi

7 b7 7 VA BEm (b5 2H-CF,C00) 5g A 7K 25mL (20 Z B L 72, i
JERTO XY & ffEidte, K& LD TRET Y v A 1.38¢ 240 &T DA 7=, pH
AR T T AN Y M2 mER%, O L, il L TR ERELZ, A
BB 7t ThHD 2 EaER%, 7 —7—"7T 30 MEENT THEBIET,
AEPEOT-HEIE, HANR—F —THERDZ, DPLOKSZEERLIZEZA
TEMPIBALRNE I 2 OAMTITS B, —Bp T TR I E72, 55
NEEWHRERNEHOT I 74 nRBEBRT N 7L (%R
2H-C¢F,COONa) TH %, F£io, ZDOF NI U A EBHREOMEN LT ~T
TNA e 2B EBRT Y UL (B 4H-CF,CO00Na) (IZOWT b [RIERD HEET
B EITS T2,

HEALER (1) 0. 2g & HEALER (D) 0. bg FN =X /) —)L 20nl THEML, BV
Vv odnl BN CERREITo-, FIICT b T IAAnZEERT N UL
(b7 2H-CeF,C00Na) 2V BT D F R M A 7=, 2 KR ER%, AL, v 7
B AX AL o T A D DEEBII T T 21T > 72, ST =E &
W (K 7°C) TR T 2lE LTIt 72, Dz dhns B o ZK8kEs R T
bo, £72. F MU UL (B2 4H-CF,C00Na) % 28 2 C RO S5k TR D&
KEIT o7,
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4-3 R B

4—3—1 HHRLEABORE

B LTz 3 FORAIRFMEEARO TR ST T — 2 2 &K 4-1 ITE L0z, Zh
5D 3 ORI ONWTIER ORI AT TZEMETHY . WTFILbiE
PRSI LT mm A X A LIRS HIE LTz, [Fes0 (CF5C00) 6 (CHaN) 5112
OWVWTIX, EHRONENSIL, BT LLEMETHD LTz, LiL,
ZORELD A ARG T — AT hUIE, Fe* & Fe” OFRELLN, 1:1 THhbHZ &
R LT Z & T, [Fes0(CFsC00) ¢ (CHN) 5] DALF % & DI A TR FlEHA TH 5
LT,

SHDEMRDLFEAE TR T, TEAEICBWNT, 250 = ZEHEAR
ThEE AR A LARE, SEFGIMN O X 5 IR T 5,

[Fe,0 (C4F-C00) ¢ (C:HN) 5] =  [hexagonal i SE(AK |

[Fe;0 (C4HF,C00) 6 (CsHN) 5] = [2H-F4 $&{K ]

[Fes0 (CHF,C00) ¢ (CsHsN) 5] = [4H-F4 3K
72 % hexagonal—[Fe;0 (CsF5C00) ¢ (CsH:N) 5]+ CH.C1, 1%, 55 3 FEIZHe =X [hexagonal &
) LREFEET D,

2H-F4 SEIRSC 4H-F4 S5, FERMIEEL A FF72 7002 &3, JeRoMriE R0 6
oL ol, MEEEORERIIT, WIhb Y ma X% R HIT> T
5o & ZTHRERIBEER OO ThiVE, BfmboREIcBW Ty 7 an
AR CEFERH LS THOERINDIETTHD, LirL, YZur A &—
UIE ST a2 R AR, fEdfb Law, i3kt LT A
R DR WERS o T, RO “ e REERITHRIEEL RO b D L Ffe
RNV DOBIAET D, KR E LT, MidAE OV AL OF IR, =
EA&RESADRERLIZITY 7 aa 2 X REDBAT) ZERMETH -T2,

4—3—2  "Fe AANTT—43HIC K DR FAIFEENIC SV TR

4-2 2BV T, (1)IZ hexagonal $EIKD A AN T — A7 FL, (2)1T
hexagonal AR D & D %79, M 4-3 O (3) 1% 2H-F4 $5K, (4) 1% 4H-F4 5K
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DAXRYT MVThH D,

hexagonal iSRS

X 4-2 O M ICRTHREBBEELE LT 7 ra 2% 2 (CHLL) 75 T % & T
hexagonal $5AD A7 hLid, 2 Z TIXEEO 2O OFHE (X 3-4-b, 3 3-4)
ThD, st T =2 BLOBRICOWTIREICE 3 BTHRZDOT, 22T
RN L L7230 & 3%, IKIR O 5K TIlEk DO L RRIREED Fe I LU Fe' 1T X
BIESNTIR Tl b7~ 7T 5, EILO 300K TIXEOF i Ffb S ni-2. 7
flio 1 T, JR 7T 7 v IRIEE 725 TV 5,

hexagonal BixEEMAIL., IR TIE+3 Mgk & +2 MDD 2 psy Tlgd S R
TN Ty TIREEICH D, RAICIREZ EIFThnoTH, 3 Mok & +2 flid gk
DGy TE— 7 B &4, 300K OFIRTHH Al ~ T v KRB L o> TV D,
DF D hexagonal $FADKMBE TCHL Y 7 22 20K T 5L, =8k
BEAD R, miE GEIR) THFEE SN T R T v IREBTH D Z LS
TR o 7-, Z D hexagonal R EERD A7 FLiL, orthorhombic A& & [F)
FRICHE S G R 72 B ©, IR TRl N7 v 7HREBEZRLTVWDH EZE X B
%, LML hexagonal BLASEMITRE LMD THES, HEERBE LR -
Tolo ., XIS T — 2 D DEBLILTE o Tz,

2H-F4 $EIRES X OF 4H-F4 $5IK

WA 2H-F4 $81K 3 X OV4H-FABE KD A AR 7 — A7 K LI ONTIRAR S,
78K @ Fe A AN T —A7 hUE, WigERE S, Fe¥ & Fe” @B SN D 2
MMOFXT Ly b2 o>TWT, BERIZ2: 1 THD, Zuk, REFFli=
BEEE T VAR EEIRIZH T DRl B 7w REED MBI 72 B R TH 5,

300K (Z351F 5. 2H-F4 $ERITORI MM TH L2 1 flOF 7Ly D K 51T
BHIENTWD, D 1%, hexagonal 851K FEETHH 2, 1HOZX T L v b
ELTARY MVEENT 2T 5 & BPERS 7 R (191F 0. 46mm/s TH Y, FiEO
hexagonal #5823/~ L7= 75=0.65mm/s 7»Hl1x, K& FNTW5D, ZIUFEF
A STz Fe* "OJR T b7 v REE L IXE 2720, BE S, 300K
L0, MRUEWEETRERRT M7 v 7IRERD EEESND,

4H-F4 $EIRD 300K D A AN T — 27 MVEIIE, 2H-F4 Rk E HR&E<

61



EESTWD, ZHOREERFEFT 7 v REE TITEL TO R WIE R B
PR TnsrEeEXbND,

orthorhombic {45, hexagonal iXGE{R, 2H-F4 $5{&, 4H-F4 $&{K£D 78K TD
AANRG Y —F —H 53 4-2 THI LT, ZO 4 §5KD 1S1X, Fe®, Fe® & H 1T,
7 BREREBIC I DEBIIE LA ERD LN, T v EE IXE RGO
VERILTH DI L b LT, BB D F RTOME L FLIch D
Fe JR 1 DOALEDBEREICIE W2 EFHIREN L LR N D EHEZ LT,
ZORERNG, 7 v FREMRLEEFBENL 1D DOE L RBIDRIL, $5ED A R
N T —ZFEITE A ERBENRNZ ERDNoT, ZTDOZ L%, ik Ny
X2 T INEEIRPLERIZ B D Fes0 B LTSRN R, $EAD 2 2T T
— %@ & LT HEERNTHDH Z & EZMIRIBT D,
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= 4-1

TCFR TG R (AL« %)

EREBRMECTTAHEETH D, L TUIIFEF L CWDEERNS, HNO =8
BRI O TR M 85 18 T H 0 b % 3 [Fes0 (CeF5C00) 6 (CsHsN) 5] (hexagonal it & &5
{A), [Fes0 (CeHF4C00) 6 (CsHaN) 5] (2H-F4 $&14A) . [Fes0 (CeHF1C00) 6 (CsHaN) 5] (4H-F4 $E14)
THDHZENYND, o, 2D 3FEOEERICHOWT, HEOGHBEITENET
HAHZENHRINTZDO T, FEEIAEE CHCl 1T E v E L7z, hexagonal X
HHED O BT MBI T L Em < RN, A RN T —2
X7 KNVTFe™ & FeDIRENR, 21 TholoZ &b, RIS~ 7o b & HE

PEIRIZIW TR, JoHRsy

L7z,

hexagonal OL-F4 $iifA 4H-F4 $E1A

R i i

- 39. 14 43. 27 42.72

40. 57 43. 35 43.35

. 0.99 1. 44 1.39

0. 90 1.34 .34

N 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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Relative intensity /a.u.

Doppler velocity /mm/s

4-2 PFe=A AN T — AT K VOIREZEAL
(1) 1% [Fes0 (CeF5C00) ¢ (CsHsN) 5] - CHoCl, (hexagonal $E14%)
(2) 1% [Fe30 (CeF5C00) ¢ (CsH:N) 3] (hexagonal Mii5ige{A)
D72 (1) 13K 3-4-b OB TH 5, W#H & BAREE D TIT+3 ok & +2 ffiod
ERD 2 BH TR SHURTAR b7 IRIBIZH D, RAICIREEZ BT T & ()
X1 20X T Ly hOLEBBIEIND, 2 VERIZBWTEHOETIX3 2O&R
AF ALV E N TWDIRFAT b7 > PR EZ RS, —FH., ML TH
% (2) 1T +3 HDEk &2 MDERD 2 fli/r TE— 7 M SHUR Tl b7~ IRREL 72 5,
% U hexagonal $HARICIE W TIRMBH THL Y 7 nn A2 U2 liKT 5 &L =
R DI EENE ST b7 v TREBICH D Z L ARB L TN D,
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Relative intensity /a.u.

Doppler velocity /mm/s

X 4-3 5Fe- A AN T — A7 hLOIREEAL
(3) 1% [Fes0 (CeHF4C00) 6 (CsHsN) 5] (2H-F4 $£14)
(4) 1% [Fes0 (C6HF4C00) 6 (CsHaN) 5] (4H-F4 $5{A)
il A7 ROVIARIRE S T H+3 ok & +2 lDEkD 2 pliy Tlite S AU
Z v IRRBIZH 20, &R (300K) TITHEMEARMIE CTHY | JRFli T v 7 b T b
T T ~OURPER BB & HERI S D
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#F 4-2 78K T orthorhombic g4, hexagonal iR s, 2H-F4 $85{&, 4H-F4 $5{KD X 2

Ny T —F =4
Bk 15/mm/s QS/mm/s LW/mm/s Area—R (Fe*/Fe?)
orthorhombic Fes+ 0. 535(1) 1.177(2)  0.280(3) 1.77(4)
SRR Fe2+ 1.221(2) 2.004(5)  0.306(6)
hexagonal Fes+ 0. 529(2) 1.292(4)  0.318(5) 1.84(6)
Wi 58 A Fe2+ 1. 273(5) 1.816(9)  0.37 (1)
OH-4F &E{A Fes+ 0.531(1) 1.084(2)  0.308(3) 2.05(4)
Fe2+ 1.237(2) 1.612(4)  0.337(7)
4H-F4 Sk Fes+ 0.524(1) 1.166(2)  0.325(3) 2.17(5)
Fe2+ 1. 302 (4) 2.309(9)  0.43 (1)
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567 [Fey0(CeF5000) ¢ (CH:N) s YR D7 S & LT K 2 A sy + D HL Y iA
P & SR E)

5—1 I

o4 FE T IUEX . A& KR L R A K ¢k = B8R
hexagonal—[Fe;0 (CsF-C00) ¢ (C:H:N) 5] * CH,C1, (BSH5 ; hexagonal &) DRI G |
BN UES IS5~ CHCL, 2 i 50 L T [Fey0 (CoF5C00) ¢ (CsHsN) 51 (B&FR ; hexagonal
BAEER) 215 C. mA& DR HERENZ DUV T LRER « f5t L 7=, hexagonal #&{A&
D (300K) TD *Fe AANTT =N AT b T v T THSTzDITH L
C. hexagonal XEEARTIZ N7 v 7ML s Z L ZBEITR LT,

hexagonal LSS IRIZISVN T, —ERDONTEES TRF O IAENTILO
hexagonal $EIRIZER 2 D>, F ISy D3 Ko 1= o F M 22BN O 43173
HBUIAENDDOTITZ2W LWV B L2 72 59,

LD NI R R (D) $ERAE RIS 5. b D5y F IR A T
N OARBEGE & RIFED T VR R BRI IR G L LTV D SR ARG & L
TIEfLESFRTH D, 7L — U= BkkE b OB ES FIC X D510
IV AN DN T, RILRBFEBIA H D %, LavL, o T HEOss R MRIC
BWTOHFOIY A BHICBT 5 EATHFEIE R0,

AETIT hexagonal Ji5SE AR DR Sh~0D 53 DI JAI & FHIZ DWW T e
A ARG T — 3RS X B AR B OB 2 F5 4 & U CHIFE L 72 2l
%o

5—2 SAMEROKRLSS LER

hexagonal i5EE IR DKL FE EBRIIX 5-1 D X 5 72 “EHDOH 7 RAEEENTIT
> 72, %) 30~100mg ® hexagonal Bt SHIATE CXXH Tld F5 ¥R ik L I E0)
ZANRDI] T 2N NI, ROV 7 ma A X CHCL, 2 KRERF DT T A
HEETEHELX L THEMBA L ., £ 72 . hexagonal & & (fb % X
[Fe;0 (CsF5C00) ¢ (CsH:N) 5]+ CHCL,) %2, CHCLZ&RUC S H L TH, HEMMA E -72<
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WO HLIIRWRER &R o T,

vruana AR LN, AR RIRIK(REB L, hrmy TR B
J A T =MV MEGRFE, Zae R A T RT e Ra 7T 2 (THR),
T ) =), KEKIIZOWTRERDER S b LEREITo 72, £/, FIA47T
A A% 5-1 OWIKRE AN DFFITEAL TRUAD bR FICE b FER S
Tolz, & BT REEIEE Y ~ B AR OHIPH T1T o 7o, #BHIZ D%, EH &=
HIE, R XBREPT, A AT 7 —HIE THHT LT,
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i
a
=
=
&

B 5-1 7RI b LEER
BHEO L CWB 7 ARIGEE 2 |2 hexagonal BEASER O RFEH (XD F5 ¥k
Hoy) A, FARKS O LERI LICKRE 2T 7 AOFICANT, DEOHHE
WKW, EBRIRE LRIy, My, 2F AP, 7
Ay, TRV WMEGRFE, ZraRrs T T Re7J 2 (THE)
X )=, K, ZEbRFE (EERO KT A4 74 2AEFH) THhDH, 25CT, By
MHEARR S 5 L,
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5—3 MRLBR

5—3—1 HEEHEAEIZX DR

hexagonal Wi SHR DA KA FZRII - EHOHN 7 XIELBEBNRN TIT - 72,
hexagonal WL EEERFELZ/ N D H Z AfEIZ AN, VEOY 7o X X v
(CHCl,) Z RERFT O T ABICIEEEZ LT, V7 anm XX U RKITERR &
LIRS, BT R CERMEEIT- 72, RRUICE L LEZRICH T 2 E &
ZAbAZ K 5-2 TR L72hy, fafiL7c & EOEERMEINSITIY 7 nu 2201 45
ZYCHHY L, hexagonal &S5 hexagonal $5{KIC R 7= Z E 2RI HER & 7
ofc, RIUEEMZMERTL2HEBIL, 7 h=F) L, RXBAZODNTHAT
ST, BHEMINEK 5-2 L[FERD 1 5575 O AR %R~ LT,

5—3—2 ByR X AREHT

5-3 IX. hexagonal $E{& (%] 5-3(1)). hexagonal iS5 (X 5-3(2)) . #&
BTy F 2 LY JA AU T2 hexagonal WA (X1 5-3 0 3 Bx B LIRS, A5 sais it sy
F ORI IR L) R X #REHT QRD) " ¥ —> Th D, HIE ST
hexagonal &AM XRD /X% — > (1) 1d, HfEdh X BFENTT — & (55 3 B2 M) 1Tk
SEHAE I b —IE, HREN T 5, £ LT, MmO TEE
THIRENZ L2, Ene 3BEH S 10 Bt H £ T XRD /3 — 1%, hexagonal
PERDARZ = (1) L ELBPTVDE, 2oz lix, XvBry, TER=HMUL,
fMrxy, ZFARCEY TAV oF VLU X UL UOERI L LE
@ hexagonal i EEMARIL. hexagonal $5A & [Fl UShahTe. ZEMIEE P6,/m TH Y |
T EBDIZEAEEDLRW, EWVW) T EEREBL TS, LA L hexagonal
i85 A D XRD 234 — > (2) 1%, hexagonal $5AK? XRD /3% — > (1) & B 5T 5
o TUW5D,

KRS 5 L&D hexagonal FiSEIRD XRD /N2 — 2BV THEHER I LR
BEIMEE, UTO X I TE 5,

5-4 1%, c T » TH. 7= hexagonal $5EAD /Ry X FXTH 5, Z i,
FIEDK3-3-bDAHEIIRLIEZLDER—THY . FHETHD, Z D hexagonal
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PEARE ARV T CHCL 3 P, BEET D Fey 7 T A X =B D CFs BB L O
U P UBRIZE > TR S 5 ZEUTAFET Do T OZERUE ¢ §h 7 1) (B 1 TR E
FEDIZELS DBRB TN TT ) Fr e b NI REFREIC/R > TN D, D
EDT v RV ONBEN CF BRBLPE Y DUVBRIZE S TEAIN TS, F
¥ RV D CHCL, D H RS- & CFBD F R+ & OFEREIIKFE RS OMEREL Y
LEWZ LMD, CHCL X7 7 o F AT — /L AT L » TZERN (T72b5
F ¥ RIS N TN B2 B D,

hexagonal $E{ATIX, MEERIEED 11X, T/ F ¥ R —FNIA > TWT,
F ¥ RV DOWNEBEL XTI T 7 T AT — )L A TTHEERA L TWDHD T, [
JEMBANS LT & SRS ITIBET D, IR0 05K T T2 1213, R bt 2
AL, fhgatEbIELS 2%, FRMNXRD NF— () L LTSN EZD
N5, ZoOrx, ZBRIZIZVOERE LN LEOTF v o pAAEEE LTHE
STWDHEHERIND, TOLDHE, ARUISDLINLEE, B FRZEOF
¥ URNAANICAD, LT, BRRTER UTF ¥ o RUEEICR D | fEmissy
T —FNCEE S RS IR D E R T 5, 5-3-1 TEEMINSITY Y
nuAZ 1 oI L, e FROERICR 72 2 & TR & &
BLL7223, Z D XRD O#ER A2 I A2, LD hexagonal $KIZR 72 & W2 5D,
LML, p-F v LUK %E & B L2 hexagonal BiAEAED XRD /X% — 1%,
hexagonal &AL FALIL TRV, FI LU AMAKOT TRLEW p-F L
XS HLED XRD F — W MOBRMEERED LR LFERE -7, 2T
hexagonal FIESEIRN p—F T L T2 2D Z £1Z L5 T, hexagonal ${AD
TEDOFERAEEN DA T A 2B TOHE LWEAREZBO LN D EE
Zoivd,

5—3—3 A AN T —03 6T K DR

5-5 1%, hexagonal ixg&ik% 7 b=k UL (CHCN) ARUIC S B LTI=HE
DAARNGT =AY ML Thb, 6 LKHNEL DIV ERTiiE
MR T7 T INTRENST N7 v TR~ LIRAITART FARELL TW
T EBRBRISND, A7 ML, DT 0.2 FHOAKSH LT, TIZ
RESEMHLTEY, MEmEERVIABDZ A LA — VI BN &%
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AL, HEHEMEEROBEE LBEITWD, ZOREIE hexagonal FHIARIC
RoleZ ExRBLTWND,

[X] 5-6 X 25 hexagonal iS4, hexagonal iR SE{A % CH,ON KU S 5
L72 % @ (hexagonal Bi5EBEA+CH,CN & ZRE0) . 3O CHCN Y@lﬁ‘;%ﬁﬂfﬁﬁﬁ&iﬂi L7
hexagonal FIEEEIRD A ANAT — AT "LV TH D, E¥B hexagonal Pl SE A
DAY NI D708 4 FEDK 4-1(2) ODFHETH D, T EBOF hexagonal
i REER D A7 L VTEIRIZIC D hexagonal BiAEEARICEL TV D, Z i
hexagonal Wi S A +CHCN % il 5ULBE 95 & | FFOF hexagonal Bl ASHIRIZR 5 Z
EZRIE LTS, DF D hexagonal EHARITIALE 7T (CHCly) DRIT 7275+
foZERz, 7' b= UL (CHCN) 72 EDOMOEHE Y T RFSIT, B0 UH
A TEXHREMEEEZA L QD 2 ERHEREIND,

hexagonal iR Z EHEFEOEEAKTI O LIEBRDAANT T —ARY
MVEK 5-7 EX 5-8 |-, _EBY, by, =2 FAXRXEL BIW
7 A NZOWT hexagonal BLRSEA+CH,ON & [FIAED A7 ML BII S
7= (K 5-7), iz b UG LRFE, Z7avkrs, 7 b7k ka7 J U (THR) B &
Vg ) =BT HRERD AT MV Z B L7z (4 5-8), hexagonal
PBLESERE 2D ORBEARKICS BT EERET b7 v 7RO X ANT T — AR
7 MvERT, LL, K5-91RLZE DI, KFER M) B IO @b ixFE
(COZ)T“ X, RO A7 MV RITBE SN e o Tz, DF D IKREK (H0) B &

T bR (CO) A S D LTHEFIEEIIRALR Y, ZOMRIT, K&K
(HZO)’?"_ﬁMI:myﬁ (CO,) 1%, Z D hexagonal Wi D7y 1M ZEBITITHFE S
O, HOELWE R SN E LTHEA F U OB A L &5 X9 72
EfE OB Z BN 2RI LT D, ZHUIKZER (H,0) 0 E{L iR
F(CO) T 3 F A XD/NSVO T FEEBIEICEE L RN LHER I D,

R L 2 (ClsCHa) 227 A o (CaH;CH (CHy) ») 72 E AN ZEBRICEA LiA®D H AL T 5 5
BRAE RN D . YA RITEOF 2 L v b RIS S5 O Tl &
BEIND, VLU TIIEA T NAVEOMEDFEWNZE D AV R (o), A X (m),
RT (p) D 3TEDENERPFET D, HX VL UERRES L LERBOF VLR
PRI T 5 A AN T — AT ML A 5-10 IZRT, 3FEOF L
B IMIEEIRIZB D TEWZH LRI D A AN T — AT L%
LT, F7-. hexagonal K (A+o-F L X, =R T hexagonal gk & FE
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I LI A ARG T =AY MLaRL, JJRET 7 IRETH S,
S DITEFFMICHET 72012, 2 b 3 O F L BRI o 78K 12X
FARAZNT T — 227 MLEK 5-11 1275, 78K Tl 3 fli & & 52272 7+l
N7y TRETHD, XV VLV UEKRESL LIEEEROFE T ~ 7 > 7 REE
DERBIRE % k9 %, hexagonal ik HA+m % 2 L 2 Tl 100K T hexagonal
$EIR LT 5, hexagonal fiRgtS{iA+p—F% 3 L > TliL 85K T hexagonal A& L
LlCTWb, L7235 T, hexagonal liSBEHAD ¥ L AN Ol k> 7
WL T T TRE~OBBIREIZ, oF Ly >rF L >pF L
YONRTE EHEE SN D,

RENZB T D RBEFICONWTE LD D, Fe AANTT =45 NE N 3
B CHREIZ# 42 L 72 hexagonal $5{A, hexagonal 5SS RO - MFEENZ B 5 1%
W, Aix i, AT, AREITTH LIRS TN T — % Rl ENC R
TOEREEIHTHERS -1 DX IITD, B3 ED X BUSEMITER LD .
hexagonal $ERDREMIERELY F1XT /) F v U FNVICHFEET D Z E B3RS T
W5, 4 BOREIY . EORSEE S I3k 2N TE, AEOFER
BT X0 T ARy T O ZEBRICIZZEO T v o R UEE R T R S
Do ZDREDF ¥ U XNVIT, DI A XDRA IR AREZRRK 2RI L 720 i< T
X0 T L ENHEEMNE o, TOBIGERIIE A B 68 &2 = L A
AN T —HEOERICEHZF IO bbb, 2V AERETILT / F v v
ICIETET D LR S, T oS TR TlifEEic K& BB r 5252 &
N BN E 72T,
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1‘][] | T T T T T T T T |
- Fe 30(C gFsCO0) g(CsHsN);.CH :-'m:-l“] ]
& ! |
E - =
f= i
$ 1008 — Fe,0(C4FsCOO) ¢(CsHsN}; (2) .
2 | ]
g [ |
e [ |

'l 1 1 L 1 1 1 L I 1

EIDD 50 100

Exposure time /m

5-2 CHo.Cl, KR X 5 LEBRD hexagonal KA OE &N 2 » b
BV JAZF% D hexagonal PSSR DE &ML CHCl, D 1 4TINS L, D
(LR OERA~DEIEZ R L TV 5D,
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Fe;O(CgF5C0OO0)6(CsH5N);.CHLCI, (1)

” r " Fe;0(CeFsCO0)(CsHsN)5 (2)
n ﬂ J‘ b 2 + CH,CI, vapor

2 + CHCI; vapor

2 + CH;CN vapor

n I\ 2 + CgHg vapor
h A J 2 + C4H5CH; vapor
ﬂ J\ “ A 2 + CgH5C,H5 vapor

2 + 0-CgH,(CHy), vapor

ﬂ & \ 2 + m-CgH,4(CHj3), vapor
e o -

2 + p-CgH,4(CHs), vapor

Relative intensity/ a.u.

2 + CgH5CH(CHg), vapor

20/ degree Cu K -X-ray

5-3  hexagonal $5AK & hexagonal iR, AR S & LERE OKR X #REHT

RBY, My ZFARCEBY TR oF ULy mFULURED

A HEH LD hexagonal iR st & hexagonal A& M XRD /X% — 134 <

[ LT D, Ziud hexagonal Fiffk &L AR S B L&D hexagonal il KREHAD

Ijlﬂ:ﬁf“ibé TLEHERERLTWA, LL, p UL UERRUITE B LT hexagonal

LKEERD XRD /84 — 1%, hexagonal BiESEMAR & FALL L Ty, ZALIEEREA

f:ﬁ’f‘ FFOPTHRLEWVWGFEEEZ LD XU L UL, L0 FEENDE L
WETEDTRO B Z D4y FRIZERIZITAN RN Z L 2R/ LT D,
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5—4

cHEIZ VY - T HR.7= hexagonal $&{ED /X v % 7K

CHoClo 5y F1E. BRET D Fes 7 7 AX =B D CFR BB LY PUBRIZ L - TF
REND T/ HRA RIALET D, CHLl D HIF - & CFs B D F R 1 & OB

IKFEFEEDOHEEL D LRV, 3-3-b O LS ER—T =X THDHN, K&EL
WKL TCHE L,
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T T T T T I T T T T T
F5.CH2CIZ—F5 (1602 —CH3CN-vapor _ bty
( P B/ 7k — R LES
0 KZ926G

S |0
2 | 1hr + KZ931
2 ; : 1 BfE]
o | 200pr, . , TP756
% e 20 B
2 | 85hr .TP757
; Ty nd o A5 B
87 BFH]
Room Temp.
5 0o 5

Doppler velocity /mm/s
5-5 FHFMIRGEICE D7 F =k UL (CHCN) KK & 5 LA D hexagonal BiKSEAD #

ANGT =AY "NV T D, FERFBICEVNRIRCTHEFN 7 v 7 &R
BT T v RIENEIR LAY FABREBE L T,

7



CH3CN vapor for 4 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 FRIZBITHHEA AN T =AY hL
hexagonal iR EEA (1)
T F= R U ARSI H LIED hexagonal S (H)
AR ALERT% D hexagonal Bi&SEIAR ()
DT hexagonal PLREERD AT FVIERIZ EERIZ R T IC0D hexagonal ik
BEMARICHSEIL L TV D, ZAUE hexagonal BiSEA+CH,CN 2SI AU 2 Z L IT &
V) hexagonal WK EERIZE S Z & 2 RIB L TN 5,
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5-7

L ]
3
S | b)
> »
0
-
€z
c
@ c) -
.
e /
L]
i

my.wﬁq;:i-wa

-2 0 2 4
Doppler velocity/mm/s

RSB LEBRBED A ARG T — AT kL
a) N\ (15 Fif)
b) kL (19 R
¢) TF LB (39 )
d) 7 A 2 (20 [FEfH)
OMIEZENTNOESE S5 L=k CTh 5, hexagonal BLASEA+CHON & [FkE
D AR MIVEALDEER S NT-, DF Y hexagonal x5 % Fitd Xk o 255k
T AEKIZE BT & CHON ZZKUCE S LIERED X9 REIRT b T v TRID X AN
UT =AY MV ERTRER L IRl
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Relative intensity/a.u.

~2 0 2 4
Doppler velocity/mm/s

5-8 AR I DL LEREDAANT T —ZAXT [L
e) THF 75 (8 IR¢f))
f) 7 o a kv (9 KR
g) =X J — /L (8 B§ft])
h) PUSEAb AR SR (8 IRFHD)
ONIFENENSI L LERHTHD, TEF=PFILEKIZSHLEEZD
hexagonal LSS & AR D A7 MVELDBBIZZ S 1L7-, O F U hexagonal i
A Z RO L O ARG FARIZSHT LT = MU AEKUZ S HIZ LR
DEIRERT T v TRDAANG T =AY N ERTHRERE o7z,
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Relative intensity /a.u.

Doppler velocity /mm/s

5-9 HAMARKIS O LEBREDAZANTT —ZA~T fL
i) W3 (88 IRFfHD)
DT T8KIZ BT B[R U e bR 55 (88 HEH)
k) ZKZ&5 (8 IR¢fHD)
1) KR (8 ) 0% 7 F = F U LA (1 KR)
OMNIZENZENS O LRI TH D, B biRSE €0 3 K UVKZRS H0 IZ DU T A
N7 MBAITBE S R oTe, ZDOAXRT FVFERNG | B0 BT €0, 72 &
DA XD53F1%. T hexagonal BIREEARD ) F-RHIZEBIITBREFS LN 2 &
ERBEL TS, B FEID A ANT T — AT MLR— TR S DX, 1
RSB L7272 b= MU VEKOREC LD b0 LR END,
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a)

Relative intensity/a.u.

2 0 2 4
Doppler velocity /mm/s

5-10 =RIZBITH2F VL VARSI L LEDAANY T =AY hL
a)hexagonal iS5
b) hexagonal iR EEA+o-F 3 L KR
c) hexagonal BiEEA+m T L 2K
d) hexagonal BiReEE+p-F 3 L KR
|Z hexagonal &R E SO LTEBED AT MFERTH D, 3OF LR
PERM T RIRICB O TEWICH LSRR D A ANT T — AT hLEIR
LTW5, FE72D1E (b) D hexagonal PiAsEiA+o—F T L K5 T, iR T
hexagonal &K & FERIZHELL LT A ARG T — AT ML ER LTV A,
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Relative intensity fa.u.

L . .

-2 ' 0 2 ' 4

Doppler velocity/mm/s

5-11 T8KIZBITFOF VL RRAS L LEDAANY T —ART b
a)hexagonal LRSS +o-F 3 L KR
b) hexagonal RS+ % L KR
¢)hexagonal iRSEE+p-F 3 L KR
JEFAfi & Z » 7HRAET hexagonal SR SESEIL T2, DE Y 78K TILEERR
Tl k7 IRAETH D,
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#F5—1

hexagonal EEEARZ KR (L3FS*x) I HLLEERHEROEED

P2y i R F A EE) FEGRT — 4
([#==2v) (A AN 7 —1ER)
hexagonal $&{4 5KT, hF7v7 hexagonal
[Fe30 (CéFsC00) ¢ (CsHsN) 5] -CH,C1, 800K T, & hF w7 (BfEd X BET. IR

XRD)
WRBES T Fx
U RIVICTFIE & HER

hexagonal Bi& S5
[F930 (C6F5COO) 6 (C5H5N) 3]

78~300K T, hT7 v~

O TES
F ) Fx RV D A EE
FELTWB LHEE

hexagonal iS5 % KK
(1 S*) &6 L LR
([Fe30 (CeF5C00) ¢ (CsHsN) 5]+ Sk)

=R (293 ~300K) T,
vl 70

hexagonal (#= XRD) **
EKGPNXF/Fro=x
WATHETET % LHEE

 S=vZunArry suarih WEKREZE, 7= I, T hT7k Knm
7 (THF), =& ) — )L RoEBy, "My ZFARXYBo T AV o, p-

¥l
wk 7272 L.

S = H0, CO:y p-F L iEbi<,
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%56 3 [Fe,Cr0(CsF5C00) ¢ (CsHsN) 51+ 0. 5CHsN « CH,CL, (21T B &8k D JF i
i5ilg

6—1 ZLDIC

B3 EIZBWT, RER Al =2 7 A i BERBER,
[Fes0 (CeF5000) ¢ (CsHsN) 51+ CH,C1, DT (hexagonal 14 & orthorhombic $&4) 1%,
Fe A AN T —03 TSN D 8 =N OJR i 8o 2808 K& < B
L2 EEAM UL, 612, ZRMOETFEL Kidh Sy ¥ 7 OEND | R
TR OERZE T EE2HLNI LT, AETIIH =EDOH>HD 1 o%
BLUANDEBTEMICEZHRZZLE, GO ~T o0&)d kK,
[FeFeMO (CsF5C00) ¢ (CsHsN) 5] 1A S & D K 9 72 Jf 8 2 8 2 7= §- D22 B
L7,

AT O BB N R EBEBEROFIEITE < OB TV D, SRR
T3liD&EA A TdH D MMM DL D 2721 Tl BAFRmo "
M, ML RLEER O B BEIC AR S LTV D, AREFTED K O ZeJF TR E O Bk D
D, FeFeM =% /1 ViR VEREEIRIZ DWW T ORITHIZE H 0 < o0 T dH 5, Nakamoto
B %1%, [Co"Fe™,0 (CH,.LONCO0) ¢ (Ho0) o] AR Z Gl L A AND T — AT L%
HE L7273, 80~299K DR EHIPH TFe* 71T DX 7 Ly MRILD AR & iz,
Gavrilenko & ' # | [AEE72 S5, M"Fe™,0 (CF,C00) ¢ (H,0) 1 -H,0 $&44 (M=Mn, Co,
Ni) DA AN T —ART MLZERIE L, 80, 300K T, Fe* 72BNl ND =
EERELTWD, ZOWZA—TOMEMGIE, WTb T v a)E S
RO FLERSTI 2 (D Fe" 1 A & FFO M'Fe"Fe" CTH 5, = Z T, AHFZETIE,
BrA A DM 72 5 M"Fe"Fe ' D ZRESHIRIZ I 2 8RO FAMFEENCIER L
7=

AT RERILEOEALIH-TIbFEEREZ WL Di A, [Cr"Fe"Fel
0 (CsF5C00) ¢ (CsHsN) 5]+ 0. 5CsHsN + CHoCL, Z BTl DIRA TR Flgsfk & L TE7z, &6
2, BLREWRE R EBR 28I L 72D T, ZOFETHERD,
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HARER (1) 0. 1g & pllg 2 v A (M) 0. 8g Z A &, =& /—/L 20mL T 10
MEERE L, BRI LI Z 2R L, RIZEY UV 3nl 27z,
WDKK HEFOA~E L LT 2 & 2ERE, S5 10 MFEHE L,
ZNIRBZTINA LB E/EHRT NI U LE L 2s & T HOFERIMZ T2 K
BEE B L BB AR L. Y7 e A X 2 30nl 12 X 0 M EIEETT O,
BE RN TREEE U7z, fEd bR & s G 7°C) T, M Z L ITiE L
TiTo7, BoNT-REAAOKENBMNOEEK TILERX[Cr"Fe"Fe
0 (CeF5C00) ¢ (CsH3N) 51+ 0. 5CsH3N « CH,Cl, T 5,

T TCRFET RIS v AERICB T 2 &RA AV OEBIRELTH D,
ARAFFENZ I T DIRA TR MSEERIT 2 O&EA A28 1 o, 3SMMD&EEA 422
2 OTHERENTWD, B DIRAETH &R A 4 OARRERIT WM
=1:2 £72%, TNFETOHZERIT, ZORTER L, b L T,
LU, M bk (D) : H bk (ID i 7 v 2 (M) =1:1:1 THRLIZEZ A,
TEIERIIS =R TH -T2, DF V., ZOAKLIZEBN T B AEZZED
RAR S RO PICITMAA TN o T2, £ THVANARIBA I ERA
Too HERICER Y b AEERBS N D BBA A4 2 OGRS SR (D) -
fer7u(ll)=1:2 Tholz, HALE(ID) ZINFEEICTHLIZH b BT,
Fe” N&END DL, IR, OAERLT D T Fe” O —#n Fe*IZEL L2 b
DEHLREIND,

6—3 fEREEE

6—3—1 ALIEEERDRE

TR DHTOREREZ K 6-1 [T, WEMIZZ ORI EFA[Cr"FeFe™
0 (C4F5C00) 4 (CsHeN) 51+ 0. 5CsHsN = CH,Cly EARE L7z E DOFHRIE E —Ed 5, #)
X BT (8% « 7 10 ALLORIE) OFERZIX 6-1 127F, # X BRDO AT RV
Ik L 7 o AOEEHN 2:1 THDHZ LR L TV 5, BOSHT (TC-MS) Dk

BA2K 6-2 12T M TF—X A2 L5l 1500CTI7.9%L 720 1 DO —r 2%

86



%o 0.5CHN 23134k 1T 72356 O FHEAE CRFHE X [Fe,Cr (0) (CsF5C00) 6 (CH:N) 5]
0. 5CHsN = CH,Cly/ [FeyCr (0) (CsF5C00) 6 (C5H5N) 5]+ CH,CL,) 1% 97.83% CoH 5, fiE-
T, Z OFEBGHERIT CGHN 231 0.5 {H OfEdbis il ki 7 LTt %5, Zh
S ORIER RSB 13 bbbt 3 F U [FeyCro0 (CoF5C00) ¢ (CsHN) 51+ 0. 5CSH;N
CH,CLl, ERIE L7z, LAF., T Oftm % RfEGEIER LKL T 5,

6 —3—2 °Fe AANRNTT —AXT kL& FHAifEE)

4 6-3 ICHRMBEEBEERD A ARG T =27 MVOIREELERT, £ 6-2
I ONTZARAND T —RFG A= —%F L,

120, 180, 240K TD AT FIIRIL, REFINRIC K DR > T2 O T2
HHIHEHETH D, ZD7H, BHEOR/N_FIETITMETEL 74T 4~
TR hoTz, 2T 78 BEN 298K DAY R JUIZDOWNWT DI, 7 A v
T AT EIToT, T8 KOAXT MUK, R62ICFEEDOLNTZAANT T —
INT A—=B NG, MAE U FBIOVEAY Y FPZIRRBIND, 250X T L
v b & L THIT SN2 Fe® D Fe® I2 k32 £ xﬂ??—%ﬂﬁ%%@ﬁ?@*ﬁﬂtt
=56/44 Th 5, BfEGBIHEOITANS FHI S D Fe' tFe”=1:1 124 < | 78K
TIHRAMFEE O WEFAl ~ T > AIREBTEEZE 2 BiIvd,

B 6-3 1R T Loz, EREN EHTLHE, 25087 Ly M1 20X T
Ly MZEA &5, ZhuE, 78K m 5 298K ~DiEE EHIc L -~ T, B4R

SR a7 &R (=) BRI KT > FIRENST T v RREBICEL L= 2
EERRLTWS, B BEDOILHEZ ETRIREIR -l =82 VR 85K D *Fe A
AN T =T, JRMEEBRN L X0 LB SN0, AIFFEDY)
HTTHD,

ZDEERD 297K TRAMMT F 7 v 7L 7p o728k A A2 DJEAHIZ OV T,
'@¢v7b®mﬁﬁa7mW%o@of%$¢5,%SETkmthw%mﬂ%h
R 300K T 1S fif 0. 64mm/s & HEET 5 & Z ORFBEESREHADO Z D 1S fHIT
BASNIRE L o T AD, 8k =KD hexagonal $5RIL. |IE T2 DD Fe* & 1
DD Fe” | T72bH 3 DDA T NIFZERRIRFNT 7 v IR TH Y |
FALIRABIZA2.7T 72> TWVWH T Lid, H3 W T/RLIE, £ZTH 3 ED 3-3-2
ERIC X YT, BRESEIEAOEIR IS ENS . SOz >\ TR 5,
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ZOERIZEIT D, R T KIS THIEI LD Fe¥' & Fe OB 70 Bt
&> 7 MEIX, orthorhombic $&KD & D ((1S(o, +2)=1. 006 mm/s, /S(o, +3) =0. 476
mm/s) Z dTRLIIICHE 5, ZFHUT X > TR Bz Fe*' & Fe’ @ 1S fEDEHRAE
0.742mm/s 1%, BFEEEEHADRIE TO ISAE (0. 72mm/s) (ZFEF UL 72> T
Do BMEERTT MIBFKORFMERSMHEAL TWD Z &b, BEEREHHKRIE
2ODHAFT L TT M7 v TSN FMT+2.5 THDHZ L ZRELTWD,
B E mEE RO =L ToO ISfE, orthorohmbic 5K X (N hexagonal $&{&IZ 3
T AHEER ISTEE . ENEIICK LRE L7ZE8kOJR D BIR D 77 7 2[4 6-4
2R d, 7y MIBEREEZRL, ZIUIAEB LU 3 ECRA L2 20
EYMEZRL TS,

6 —3—3 =HRTORMEREMEAD —KaTizE T 5R - fzE o

AE T, IREIR 7 Th 5 BiEe @A TR 2 P10 THIRI L7z Z &
BTz, ZOBROBMRE R, S OIEFNEEEZ L0 T O TH D,
FIIR IR DL IR Z 5D Th b, DEV RELSBETHDH /7 1
IA T B G TRERAMEHHENLZ > TWHDEDN, TRt b7 b A4
EBRWT2 2 DDA A4 ORI TRAMRHHRE P EE TWDLDONnENS 28T
»H D,

BB ERD 297K TORXA RN T — 2T MBI 5 R8RS 7 b
(IS)) 6, Fe*" ThHZ EER LT, 2F V., BEESREHKICBWNT, 7oA
JRA IR ARENC R 5 LN e BREIND, UL, k&7 n A0 THEE
K72 BEHE T R L —2E (M~ £ 72X MW ~M) D212, 2 DDA A Lo
AA T OBORAMOT 8T v TR RN EEZI LD,

KEDYFERRIZIONWTE L DD, AEORESEIATIIOLE 2D d &
T, Fe" A AL Fe? ' £ 4 DB T Fe AANRT—HIEDH A LT 42 K
¥ 100ns K0 b T o LIS BE L, BRTHAET M7 v 7IREL D, 35D
$RA A THEEME L TV 5 hexagonal $5KD 1S i & i3 5 & | B4 BEHHA
O ISTEITBIPER SO EMEICB W TEVMEEZ R LTz, ZORERNL, BfEe
BEEIRTIX 2 DOA A DRI TWD, DF D | BFEGE
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RICB T DRl 7 a2 2B\ TlE, 7 b 4 35 Lans &R
HAohEole, “EERD 2 SDO8A T OMETNT b7 v 7BIGIIHEE
LT%%7y7@ﬁTL\$wMMﬁj%”tﬁéo_@ioﬁﬁﬁﬁ®ﬁ%
IO TCOBRFERTHY | R =R TR OME BV TERT b
Z v T ERL TN,

SEATHFZE D Nakamoto & 2 & Gavrilenko 5 O M"Fe"Fe™# DR A R =%
HIVIR U BERD A AR T T — 227 ML T, miR(ER) ICL T, J?%fﬂﬁ@
BERNIRDO LN o722 &%, BRI ZOEDHE Cih Tz, 2O Z &%
SR 2B E AN TORFMOFEENEZ 5202 L2 EHRL TV D, W%%e
"R ORI TORER S, BESE R XAV TII S ORE R 2858
T2 LT sn, LinL, AWFZETIEI M Fe"Fe" D 95 B @D Fe"Fe" D45 Tﬁ%ﬁ%
R Z D, BROJE TS EIE TR T D2 L 2D TR L,
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#6-1 JLRHT ORER (wth)
RECREEEROLENERMELEANFRMECH L, SHEMIT. ¥
[FesCr0 (CsF5C00) ¢ (CsHsN) 51+ 0. 5CsHsN* CHoCly Tdb 5, B & BRI 2 Lhile 95 & |
FE—ET 5200 Z ORI [Fexlr0 (CeFsC00) ¢ (CsHsN) 3]+ 0. 5CsHsN
CH,Cl, TR SN D,

RECREE
{E2E3 ¢ [FesCr0 (CoFsC00) s (CoHaN) 5]+ 0. 5CaHN + CHC,
EBRE AHREME
C 39.13 39. 39
H 1.19 0.97
N 3.06 2.38
F 31.57 32. 23
cl 3.7 4.01
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Fe

Cr |

Relative intensity / a.u.

0 5.0 10.0 15.0
X-ray energy / keV

X 6-1 2 X BRoHT ORI E G R
W X BOARARY NABTRIISE 7 u AOFIERERT, FOREREREND
Fe:Cr=2:1 TELTWAZ L Z R LTW5,
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Fig. TG Curve [ Helium] Sample : CrFe20
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#£6-2 HBELSBHADA RN T —RT A —H—
K72 1% 298K ([2BI1F 5 IS TH D, 0.72/mm/s X hexagonal KD
0.64/mm/s & EET 5 LB OLMNIEV, TR A8 3 > TELL STV

% hexagonal $ERIZxf LC. Z ORMEEBIHAITEE 2 > TEIL I Y v b T%
DOIYUGITEE L TRWZ 2R LTS,

T/K 1S/ mm/s 0S8 /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,  OS; quadrupole splitting, LW ; line-width
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QQI 120 K
.» /8 K

Relative intensity / a.u.

Doppler velocity /mm/s

6-3 HEFELFIEARDO XA AN T =27 [ L
T8K IZHBWTIE, Fe¥' & Fe? D 2 DD X7 Ly h TR SN TWD, IREN EFHT
HE, 200K T Ly Minb 1 DOXT Ly MIEWGE ESND, T, 78K 75
298K ~DiRE EFIZ Lo T, BESBRAENIE M T v ARENLT R T v
RRBICE L L2 Z L 2R LT D, BEDOILRL B IRG IRl =0 VAR
BEIRD °Fe A AT T —HIZE T, MRS Z DX 52T 0 LB ST
DL, REFZEAYIH T TH D CEHEZBHFER TH 5,

94



Oxidation state of Fe

lsommer shiftfmm/s

6-4 BFFE4ESEA. hexagonal $EA&. orthorhombic $RKDEIRTD ISE & Fe OEE{LIR
HE (B2t 20 OBtk
B % orthorhombic $&A&M ISfE 1.01,0.48 (mm/s). Al hexagonal $&{&D IS A
0.64 (mm/s), @IXEMEEEHAD ISE 0. 72(mm/s) TH D, 3 >DEERDT 1 v b
MEITTPER CRSZENTE D, DFE Y BRESEKDOFFlinN+2.5 i Th
DI EwRREL TN,

95



K LD 1 BT EOYE 2L HIICHOWT, & 2 ETITHEHER Lo
WTIR Rz, RETIEE 3~6 FICFRL L7722 & 20T, AFEREIZ OV TE
WD, Fo. RSCOWFFRICBEIE L COMEIC R Lz Emif & o) A b
ZP136ICF L TRidE LT,

53 mTIE, N TNA e ER RN T D AR TIE, A
b2+ 25 2 Ll » T 2 DO, hexagonal $E1A (N7 L5 M) L
orthorhombic #5{A (R RM) O EEZH G L, MBEBLIEV 2T 6L F
EEMENL LT, 20 2 O, ALFHERAFE LA TH I I HEDL LT, A X
NG T =AY MR W TEEE 72 EV 2 7~k T, hexagonal $5{K1%. KR TILE
THIEEI A N7 v 7TIRETH 203, =B TR HlREE S E
WIEFAET b T v FIREEL 72D, — 5. orthorhombic $EIRD A Z /77— 2~
7 MV, ARIED B IR ORI BV TR BN 2 & TR R
Ty TREE D, MEERICHE T DR HIZAE B OE VO ER X, FidET T
Doy FHEIE L RE R EIEDBEWICH D, Hifbs X SUEEMITIC LY . Z o=k
SR OREE 2 BH 5 )MZ L7z, hexagonal $5ATlX, 3 2DO8A A NI E=MAET
PLETERE L T b, —J7, orthorhombic $5IKTlX, 3 DDA A L M ONLEF
FEIXFEZAM T, S AR TALERK L TV D, 3 2DO8kA 4 BNIE=MAFT
Ao AE, BN R v BT T HOIEMERAIE LD, TORR, BiE
WCRW TR IR E BR824, —T5. 3 DDA F 7 5L = AT TR
L. FEM 258 3R g sk & 3, B 7 v R e 25, £z 2
DORITFERBIEICB VW THOREREVDRH D Z EZH T Lz, WK
Z Ll d % L. orthorhombic $EAD T AFERBEE, T/ EE, £ L THEME
B DERFRE DT R THREWVFRERD GO, T4UF orthorhombic ${A
DJiH hexagonal $EE LD LS TENEW L 2RmB T 550 THD, OF
DAL TIL, £V RECH R fh SR TR B S ' K& e B A 5.2 5
ZEEHBMNT LT,

BABETIE, BN THEIN X INAnLZREFROF 1% 1 5HFETIC
BEEWZ 2T b T INA R REFHRTEREZITV, 2 D F4 $5ERD AR
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L7z, T FASSEIE, F 723 1 DD &R 12303 & 5 (8
FNR AR UTe, £7. P4 5K & RESIIE Sy F 2 $\ 72 hexagonal BiXSHIA T
ZA ARG T =27 R UZEBW TR IR EI AN E & 72V, TV st 2
%D orthorhombic $ERD A AN 7 —2 8 & L RIKOBGETH D, £z, FlI
ARG MEOIRNVEHIETH DI L0 57, hexagonal IiAsEA L F4 5K
ETIEF & HOBERIZ LD ISTE~OEITIZ L A ERNR 2Tz, ZORRN
5, 7 v REMRLEERENL D OB FWLIIRIL, $ERDO A AN T —%
NI SN2 W Z ERA LN E TR T,

%5 5 B ClX, hexagonal BiAEE R DRGSR 1 03T 7o 22D F v o RV KIS
IZDWTH B 23T L7z, hexagonal i KRIZ, & DA XOFREAK ST % B
DIATHEE 2R T, EDOFKRR T FIE hexagonal FiREEERDZEDTF v o FIL
WIRFF SV D, ZORER, ST o AEENRAE LS, EiUL 3 DOk
A X 2 FMRIE=ATOHAA~LERE L, EF2NEgA AR THRy B 7
DI ERR & 70 D, ZOME, B TR HIFSHEZAEZ T, &
OFBARD T2k &, BREINEZT ¥ U FAPICRRFS LT 2 22/ 1322
DF % U FNVEMERVERT D, TRICIVFEREED THUDREL, 2O
B, 3 ODERA A UNTEMMEE RS- TEN AR LD, ZOBRAIX, BT
Ry B TITR I BRI EEH LN LT,

H6ETIEL, BRERD I ODHAA LD 1 D&V 0 AFFICEEHZT-RE
E Rl BRSSO G I D) L 7=, hexagonal SEARIIEHIRAlA+2. 7
7z DIt L, T ORMEERESRIT 2.5 it 25, 3 D2O&EB/A AL DFT 2
DDA F L E OB TORBEBFOBEPEE, 7oA T 3EDEFBENINC
B b, 2ok iz, FEFITHARE SR HlifEEh B G o6 2 it L,

ARG I T DIRA TR “AZEREEIRIL, *Fe A AN 7 —43 HIZ BV THR®
THIEEWNEBHIEE R A2 WS 2B b 726 Lz, ZOMZe %, Hr-ihfseisig
NERREOF IR B IND, $7o, ERaBEOEWIC X > THE
EEBRICKREENE R ThHbbs, T LT, BIKRBZMREL LT, K
FFEENER G A A AN T — 227 "MLV TEIHIT S Z & T, $EADRERICERY
AATEVESy O M A KR CE 2 AREMED R U7, REORICIE T A& o9
—IRE~DICHPIFTELRATH D,
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f14% 1-1 : hexagonal $&{4& (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

4

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

Largest diff. peak and hole

testl

Css Hi7 Clz F30 Fes N3 O3

1772.20

3002) K

0.71073 A

Hexagonal

P6(3)/m

a=13.5879(19) A o= 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

0.13x0.10 x 0.09 mm?

1.73 t0 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?

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 10%) and equivalent isotropic displacement parameters (A2x 103)

for testl. U(eq) is defined as one third of the trace of the orthogonalized Ul 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)
FQ2) 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)
C3) 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)
C(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)
CI(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 testl.

Fe(1)-0(1)
Fe(1)-0(3)#1
Fe(1)-0(3)#2
Fe(1)-0Q)#3
Fe(1)-0(2)
Fe(1)-N(1)
O(1)-Fe(1)#4
O(1)-Fe(1)#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)-C4)
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)-0(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
O(1)-Fe(1)-0(2)
O(3)#1-Fe(1)-0(2)
O(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)
O(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)-0(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)46
C(11)-CI(1)-C(11)#6
C(11)#5-CI(1)-CI(1)#3
C(11)-CI(1)-CI(1)#3
C(11)#6-CI(1)-CI(1)#3
CI(1)-C(11)-CI(1)#3
CI(1)-C(11)-H(11A)
CI(1)#3-C(11)-H(11A)
CI(1)-C(11)-H(11B)
CI(1)#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 xty+1,-x+1,z

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

#6 -y+1,x-y,z
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Table 4.  Anisotropic displacement parameters (A2x 10%) for test]. The anisotropic

displacement factor exponent takes the form: -2m2[ h? a*2Ull+ ... +2hka*b* Ul2]
Ul U2 U3 U2 uB U2

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)
FQ2) 133(3) 147(4) 59(2) 40(2) 17(2) 64(3)
FG3) 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) -13) 2(3) 33(3)
C(2) 51(4) 42(3) 48(4) 6(3) 4(3) 25(3)
C(3) 64(4) 60(4) 60(4) 2(3) 5(4) 35(3)
C4) 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)
C(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(1)  810(20) 810(20) 560(30) 0 0 407(11)
Cc(11)  80(30) 120(30) 290(60) 0 0 50(20)
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Table 5.  Hydrogen coordinates ( x 10%) 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 $5{4& (123K)

Table 1. Crystal data and structure refinement for c57h15f30fe3n3013ch2cl2.

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

Unit cell dimensions

Volume

4

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

Largest diff. peak and hole

¢57h15£30fe3n3013ch2cl2

Css Hi7 Cla F30 Fes N3 O13

1772.20

1232) 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 v =120.0°.
3288.7(4) A3

2

1.790 Mg/m3

0.884 mm’!

1744

0.20 x 0.06 x 0.05 mm?

1.94 to 28.99°.

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

2775 [R(int) = 0.0408]

99.7 %

Semi-empirical from equivalents

0.9337 and 0.8970

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

0.986

R1=0.0473, wR2 = 0.1406
R1=0.0595, wR2 =0.1491

1.108 and -0.948 e.A-3
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Table 2. Atomic coordinates ( x 10%) and equivalent isotropic displacement parameters (A2x 103)

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

tensor.

X y 4 U(eq)
C(1) 1503(2) 2257(2) 3388(1) 28(1)
C(2) 2096(2) 3151(2) 3901(1) 31(1)
C(@3) 1536(2) 3146(2) 4461(1) 35(1)
C4) 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(®) 4007(2) 1235(2) 3049(1) 31(1)
C) 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)
Oo(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)
CI(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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Table 3.  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(1)
C(3)-C4)
C(4)-F(2)
C(4)-C(5)
C(5)-F3)
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(1)#2
O(1)-Fe(1)#3
O(1)-Fe(1)
0(2)-Fe(1)
0(3)-Fe(1)#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)-0(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)
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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(1)
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

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)

121.72)

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

119.02)

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)#3-0(1)-Fe(1)
C(1)-0(2)-Fe(1)
C(1)-0(3)-Fe(1)#2
C(11)#4-CI(1)-C(11)
C(11)#4-CI(1)-C(11)#5
C(11)-CI(1)-C(11)#5
O(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)46
0(2)-Fe(1)-0(3)46
O(2)#1-Fe(1)-0(3)46

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)-0(3)#3
O(3)#6-Fe(1)-0(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(1)#1
CI(1)-C(11)-H(11A)
CI(1)#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,Z

#3 -xty,-x,z

#6 -x+ty,-x,-z+1/2

#4 x+y,-x+1,z
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Table 4.  Anisotropic displacement parameters (A2x 10%) for ¢57h15f30fe3n3013ch2¢cl2. The
anisotropic

displacement factor exponent takes the form: -2m2[ h? a*2Ull+ ... +2hka*b* Ul2]

Ull U22 U33 U23 U13 U12
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)
C3) 36(1) 36(1) 34(1) 2(1) 3(1) 19(1)
C(4) 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) (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) o(1) 3(1) 15(1)
C(10) 28(2) 30(2) 45(2) 0 0 13(1)
N(1) 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)
FQ2) 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) 1102) -54(1) 3(1) 2(1)
F(5) 37(1) 74(1) 79(1) 37(1) 21(1) 0(1)
CI(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 10%) 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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{145 1-3 : orthorhombic $&5{4&5 — # (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

4

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

Largest diff. peak and hole

test0

Css Hi7 Cla F30 Fes N3 O13

1772.20

3002) K

0.71073 A

Orthorhombic

Pnma

a=12.7004(13) A a=90°.
b=21.573(2) A B=90°.
c=23.906(3) A v =90°.
6549.9(12) A3

4

1.797 Mg/m3

0.887 mm!

3488

0.35x0.24 x 0.15 mm3

1.70 to 21.79°.

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

4028 [R(int) = 0.0266]

99.7 %

Empirical

0.8784 and 0.7465

Full-matrix least-squares on F?

4028 /2 /542

1.029

R1=0.0307, wR2 =0.0770
R1=0.0380, wR2 = 0.0821

0.392 and -0.389 e. A3
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Table 2. Atomic coordinates ( x 10%) and equivalent isotropic displacement parameters (A2x 103)

for test0. U(eq) is defined as one third of the trace of the orthogonalized Ul 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(1) 12677(3) 2500 4908(1) 39(1)
NQ) 7332(3) 2500 5884(1) 40(1)
NQ) 8478(3) 2500 2952(2) 40(1)
F(1) 10931(3) 446(1) 5431(1) 113(1)
FQ2) 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)
C3) 10738(3) 573(2) 5967(2) 60(1)
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C4)
c(5)
C(6)
C(7)
C(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)
c(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)
CI(1)
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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Table 3.  Bond lengths [A] and angles [°] for testO.

Fe(1)-0(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)-0O(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)-0(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)
O#)-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)-C4)
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)-CI(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

O(1)-Fe(1)-0(7)
O(1)-Fe(1)-O(7)#1
O(7)-Fe(1)-0(7)#1
O(1)-Fe(1)-0(2)#1
O(7)-Fe(1)-0(2)#1
O(7)#1-Fe(1)-0(2)#1
O(1)-Fe(1)-0(2)
O(7)-Fe(1)-0(2)
O(7)#1-Fe(1)-0(2)
O(2)#1-Fe(1)-0(2)
O(1)-Fe(1)-N(1)
O(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
O(1)-Fe(2)-0(3)
0(3)#1-Fe(2)-0(3)
O(1)-Fe(2)-0(4)
O(3)#1-Fe(2)-0(4)
0(3)-Fe(2)-0(4)
O(1)-Fe(2)-0(4)#1
O(3)#1-Fe(2)-0(4)#1
0(3)-Fe(2)-0(4)#1
O(4)-Fe(2)-0(4)#1
O(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)-0(6)
O(1)-Fe(3)-0(5)
0(6)#1-Fe(3)-0(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
0(6)#1-Fe(3)-0(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)-0(4)-Fe(2)
C(8)-0(5)-Fe(3)
C(15)-0(6)-Fe(3)
C(15)-0(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)
121.02)
121.0(2)
69.3(4)
69.3(4)
118.0(5)
118.99)
80.9(4)
80.9(4)
121.8(6)
120.3(3)
120.3(3)
119.3(6)
127.5(3)
117.5(3)
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0(3)-C(1)-C(2)
C(7)-C(2)-C(3)
C(7)-C(2)-C(1)
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(2)
F(5)-C(7)-C(6)
C(2)-C(7)-C(6)
O#)-C(8)-0(5)
O(4)-C(8)-C(9)
O(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)

115.1(3)
116.4(3)
122.03)
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)
121.93)
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.  Anisotropic displacement parameters (A2x 103) for test0. The anisotropic

displacement factor exponent takes the form: -2m2[ h? a*2Ull+ ... +2hka*b* Ul2]
yt U2 U3 Uz uBs yR2

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
Oo(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)
04) 47(1) 44(1) 41(1) -8(1) 4(1) -13(1)
O(5) 46(1) 45(1) 39(1) 2(1) 0(1) -11(1)
O(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(1) 37(2) 36(2) 43(2) 0 -1(2) 0
N(@©2) 39(2) 41(12) 39(2) 0 2(2) 0
NQ@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(12) 9(2) 0(1) 2(2)
C@3) 66(2) 58(2) 57(2) 17(2) 18(2) 16(2)
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C4)
C(5)
C(6)
C(7)
C(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)
c(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)
CI(1)
C(31)
C(31B)

61(2)
43(2)
63(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)
70(3)
43(2)
50(2)
42(2)
36(2)
55(2)
83(3)
92(3)
63(3)
50(2)
36(2)
40(2)
45(2)
41(2)
72(3)
67(3)
41(2)
69(2)
89(3)
88(4)
64(2)
83(3)
80(5)
50(3)
62(4)
38(4)
30(8)
29(9)
77(13)
37(12)
38(4)
400(6)
36(9)
250(40)

28(2)
35(2)
13(2)
5(2)
-1(2)
-4(1)
-2(2)
5(2)

-11(2)
-18(3)

0(2)
-1(1)
-5(1)
-2(2)

-18(2)
23(2)

-4(2)

-4(2)

1(2)

-2(2)
0

14(2)

29(3)
0

-11(3)
29(4)

0
0
0
0
0

0

263(5)

0
0

18(2)
-11(2)
-13(2)

-8(2)
-3(2)
3(1)
52)
112)
12(3)
-12(2)
-6(2)
42)
(1)
-3(2)
52)
7(2)
-3(2)
0(2)
-302)
-8(2)
-6(3)
18(2)
39(3)
48(4)
902)
-12(3)
-75)
-14(7)
-2(7)
-16(9)
-1(10)
-703)
-130(4)
309
-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 10%) and isotropic ~ displacement parameters (A2x 10 3)

for test0.
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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{145 1-4 : orthorhombic $&5A&5 — # (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

4

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

Largest diff. peak and hole

test_pnma

Css Hi7 Cla F30 Fes N3 O13

1772.20

1232) K

0.71073 A

Orthorhombic

Pnma

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

4

1.849 Mg/m3

0.913 mm’!

3488

0.35x0.24 x 0.15 mm3

1.72 to 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?

7362 /0/538

1.028

R1=0.0363, wR2 =0.0919
R1=0.0481, wR2 = 0.0997

1.283 and -1.168 e.A3
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Table 2. Atomic coordinates ( x 10%) 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)
NQ) 7306(2) 7500 5905(1) 18(1)
NQ) 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)
FQ2) 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)
C3) 10757(2) 9443(1) 5971(1) 28(1)
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C4)
c(5)
C(6)
C(7)
C(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)
c(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)
CI(1)
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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Table 3.  Bond lengths [A] and angles [°] for test pnma.

Fe(1)-0(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)-0O(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)-0(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)
O#)-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)-C4)
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)-CI(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
O(1)-Fe(1)-0(7)
O(7)#1-Fe(1)-0(7)
O(1)-Fe(1)-0(2)
O(7)#1-Fe(1)-0(2)
O(7)-Fe(1)-0(2)
O(1)-Fe(1)-0(2)#1

O(7)#1-Fe(1)-0(2)#1

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

O(3)#1-Fe(2)-0(4)#1

O(1)-Fe(2)-0(4)
0(3)-Fe(2)-0(4)
0(3)#1-Fe(2)-0(4)
O(4)#1-Fe(2)-0(4)
O(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

0(6)#1-Fe(3)-0(5)#1
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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)



O(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)-0(3)-Fe(2)
C(8)-0(4)-Fe(2)
C(8)-0(5)-Fe(3)
C(15)-0(6)-Fe(3)
C(15)-0(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(1)
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(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)
O(5)-C(8)-0(4)
O(5)-C(8)-C(9)
O(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)
117.12)
121.9(2)
121.02)
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)
121.72)
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)
119.42)
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)
122.02)
122.32)
118.8
118.8
119.02)
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)

118.5
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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Table 4.  Anisotropic displacement parameters (A2x 103) for test pnma. The anisotropic

displacement factor exponent takes the form: -2m2[ h? a*2Ull+ ... +2hka*b* Ul2]

Ull U22 U33 U23 U13 U12
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
NQ) 17(1) 19(1) 18(1) 0 0(1) 0
NQ) 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) o(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) o(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)
FQ2) 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) o(1) -1(1) 2(1)
C(2) 16(1) 20(1) 22(1) -5(1) -1(1) 2(1)
C3) 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) o(1) -4(1) 3(1)
C(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) (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) o(1) 0(1) 4(1)
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) o(1)
C(17) 19(1) 21(1) 21(1) -1(1) o(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) o(1) 0(1) -4(1)
c(21) 23(1) 22(1) 16(1) 2(1) 0(1) 2(1)
C(22) 19(1) 18(1) 27(1) o(1) 0(1) o(1)
C(23) 20(1) 22(1) 34(1) o(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(1)
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
CI(1) 143(2) 426(5) 249(3) 245(3) -116(2) -163(3)
C(31) 51(4) 130(7) 17(3) 0 -8(3) 0
CG31B)  51(4) 130(7) 17(3) 0 -8(3) 0
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Table 5.  Hydrogen coordinates ( x 10%) 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(Q27) 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(G1A) 3411 7500 6117 79
H(31B) 2141 7500 6161 79
HG1C) 1595 7500 6677 79
H(31D) 2070 7500 7297 79
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