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Crystal-structure determination of (C;H;NHs):[ZnBr;]
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Abstract

The crystal structure of bis-ethylammonium tetrabromozinecate (C.HsNH)):[ZnBr.] was
determined at room temperature to be orthorhombic with space group of P22:2, by the
single-crystal x-ray diffraction method. Lattice constants are a =7.696(1) A, »=10.426(3)
A, ¢=17.757(9) A, and Z=4.

ZCBHIC

Bis-n-alkylammonium tetrahalogenozincate (n-C.Hu.iNH):[ZnX:])id B8 -K.[SO.) B (B
HER. BEBEPima (D4") E2RFDOAMX]BEEY (IMX]* 3MEESS1 4> 0 M =Mn,
Fe, Co, Ni, Cu, Zn, Cd, Hg; X= Cl, Br, I) {ZBL T3, ZOBD1T I #ERDE < M
FLHARZINTED, ThoRBBERMEBZRLALZD, FTESHSPBREBHLZETEBTSZHOD
HEWY, RELEHD (C:H:NH:):[ZnBr)] {Z2WT, BREABINFEFTIZROLSIRAREZHT
W3 : "BrO&IMEILN (nuclear quadrupole resonance, NQR) Bk DRELSLRAIEN S,
TTKLAETI3295+05KIC—ROBEHEBMNH DY i REEERBIE (differential
scanning calorimetry, DSC) IZE W T, 130 K» S @A4TT KO TIE302+ 1 KIZ—RO iR
B, BREhEZEBLY b oE—of (23.0£1.5 J K mol™) MA5HMLT, o
HEBIEBRFPERFERTHI Y, ULERAETIE. RELAWIZTT K 5 BS47T KOB T,
—DOMERES. ERREIBIE00KTHFERFNO—KRIEE, 2B &80k,
AR THEBHOEAMEOREEZITo /2.
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MIBOREIHERFTOZA Y — 51 DT, ZhziEhd, TOBROBFTEARIIEALT
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b, PEoBRLMESHRL. MERITEMRIISEE0ICIE. ZMBOREZELLTIZ

BBLARDTH 3, EHPOREIIEH/NY —ICHASHEANCE TV TS 41, EMBES—D
RV &Y, HEROBRENSZIHEE. HERHESRDONS, oLdaLE HEICL
TWSKROMHEICHET I HEMSMMORBASHSN TS L, ZMBOREICRIUIDILNS
W, Fe, BNZRECEIDMEOHBLIIRRATFOEOENL BPOTHNEDH) 2ARITTN,
—RICREMNEET B ETITS. BROLSREATFALDEWMEICEDITELL I ERAVA. KT
hEENEWVSIDITTHIRY., RATFRSBSETHEHETH>T. BFHERNELLMESINER
ETHHDOTIIRV., REATFOEME<ZDIENIZER. BIZREVSFHELTIR (DFEDH
FHLRMICELTE) VI ETRHDH MEMICEZTANBOERICEEILHH S, FH
DOHEERITICONT, QEOXSBBRAICERZBNTHET 5.

£ B

XMEFERAOHERIT. LERREOIFINT I > CH:NH. & B {LE#HZnBr. % B{b/K Bt
HBricigm L. FOBRKEABLE=) POFEANAEFIr—FYPIZEE. TOFTHo<DEE
BERBIVZZEIZLDES.

B RXHEHIINonius CAD-4 EFERZAWT, ZRTHUELZ. ChiT4EBHROEYTE
BT, /5774 FTHELINZMo Ka$t (HK0.71073 A) 2ERALk. REF— 13 Lp#
EBLUBNHEZITo /2. FHRE GG OREIHEBETITV, BEOHELRZLIT
BN _FETITo M. TS OEEIZVAX station 4000 LTT 05 5 ANy or— I MolEN® %
FEoTiTof. ST, TOY S LNy —ISDPERAWENRY I L TOHBEBTo . KE
BEFOMBRIZRELAND . ZneBrid S HHEEERT T, CENREHFHRERT THELE
ol BT —4. WERM. MEMITIEERLITRT,

BREER

.BRT-4
MWﬁWWﬁMmmmT\ﬁﬁﬂ%(meMmMQTﬁéltﬂﬁﬂvka?WMﬁﬂ&%
TaAYE 12— I BBALBETF OO RS 133.8412) ATH o/t MEOKRBOF—5 LHBEL
T, DRI Z#FBITE>TEREEZTo /. e, BURODPICHE0FOKZIE. BilfiETHR
ELEY, $abb, BROBED.ZUETHIEICLD, REAMSZE2RD /.,
Z=D.V N, /M
ZIT. Brfao&kiV., 2FRBM. AvogadroN. TH 3. (C.H:NH)):[ZnBr.] D&, V
=1424.7 A®, D.=2.25 g cm™, M=471.1972D T.
Z=2.25X1424.7X107%X6.022 X 10¥+477.19=4.045343...
EED, Z=4 WS EMBSNT-.
KEBMENTH D, KE[QNME LMl ZNiaho/. Lhvd, £0 55 RETHEEAUENE
BEDIBELVWIRMGEZMET 2 RKEHI302ME L nisdpo /2. Shell 11337.9% 5%, shell 21376.3%
MIPORH T, shell 3BT aMmo =, EBRITRITICHED ZENTELRFNSOEIT3H2T. /N
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Chemical formula
Formula weight
Crystal system
Space group
Lattice constants a /A
b /A
c/A
Volume of unit cell /A®
Formula unit per cell
Density D, /g ecm™®
D. /g ecm™
Number of reflections for cell measurement
Orange /°
Linear absorption coefficient / mm™
Crystal shape
Crystal color
Crystal size / mm®
Data-collection method
Absorption correction type
Transmission factor
Number of reflections measured
Number of independent reflections
Number of observed reflections
Criterion for observed reflections
Maximum value of 8 / °
hkl range

Number of standard reflections

Interval Frequency / min

Intensity decay / %

R™

an)

S

Number of reflections used in refinement
Number of parameters

C:HisBriN»Zn
477.19
Orthorhombic
P2,2,2,
7.696(1)
10.426(3)
17.757(9)
1424.7(8)

4

2.225

2.25(3)

25

5—-9

12.861

plate
colorless
0.50%0.47x0.44
w-2 8 scans
empirical via ¥ scans
0.4608—0.9973
919

904

352

I>3.00 ()
20.97
h=0~ 17
E=0~10
l=0~17
3

120

<9.46

0.094

0.101

3.763

352

s\

a) refinement on F

71



72 B oN &

Il

FA—Y DEITIRD T, F—F¥RELTEERRTHo/z, XikickDE, BN Fikz2 > TH
BORELETD & &, BN REMIERICHEET 57200 —EOREHEIZ. /XT7 A—& B D10:5E,
EOF—5E BB ETH DY, L. ZOZENSRIDMITHERICHBICRITL-HEBICD
WTIEREASA TRV, TOXDICKEHBENTFOLEEIR. —DICHERE (#2905 K) AR
BiRE GO0K) IZEWE=D, W EDORBREEZITLALDTRBOWNAELEASND, £z, #
MOKRZEINPULRKETELZLHBEBLTLS b LA, LML, —BOEBRIILEOKS
HTHAI. WEIDERIT4AEIIToA D6 2EIIMHN < THVWBESNTETLE /-, &Y
D2 ENIHBEANH D KEZRBBEENBONZDOT, ThEHWTEBRZT /. XBROHE
BEWTTEfTo 24, SEAOF—YR1IERICHELZBOTH2. TOF—FYOHMNHEDAR
{BEM>7=DT, TOHMEMERL., WEEZBVIELN &R BOCHEL T -0 —F
BWF—FTHELNIHRIKDo Iz, BEHIRBHETHAL<, OMIZHBERENBENLIICE
Al

2. EBORE

RHEOERER2ITRT. ZhER5E, h00. 0k0. 00 A0l (h+1D. hkO (B), hEO (h).
hEQ (h+ k) ICHBRAIMS S LOICRAS., LaL. ZhSZ22THET S D APt n,
R, 221 —FI3HRAMEL L T, HERAOENERBEZ=ZDR#HEL THI TS,
Lal, TholRENHBHBEHELROENDDIEND TH S, £Z T, BAE IS DR THREO
(B. hRO (h+ k) KFHIZFOMOH O LU THMMICHENBOO T, ZhsOREHEZRN
EHDITDONTIIHEIINS 2 LEX T, EMBEPmab (D4", No.62) ZEAK (PmnbkPnma
FHMOWMD HFBRIE>TNBET T, AUEHEIBETHD). COEMBE. ERLAEXDIZ. 8-
KSO I EDEMBTH D, A(MXIELEMTE<BUNEINHZEMBETH S, (BRLBHITPmnb
DHE, REBEMRERED IFLEVSFHLHET I RHFIINETING A —5 OEIIS0E T
Hd, Z1IBREINTOWSHIZERT I EMBELP2220HETH5,) EHBPmabOBE. B
MR O—REHEMUBOKIIE8 T, Z=448DT. HFAFOIEHMBMICVWD I ENDMNB,
BRI Dsite symmetrydtm (8l OBE. SHELIROKIZAIT/HZD T, Hisdicdh s
BRENIZESMEBAF A NIE=ZDOT,. 724 213—D2TH 3, ZnBriBLURCHNH.E VWD 53F
REMEVIUHBEEZFEID. TIOWSHE, HRMBICHIHTFORBEEEEL TRIFET
5. InBrOWE. InEZODBrOx BREFEE TS FEHA cliZRFIZHBOT). UL,
CHNHIZDW T, Sl EICREFE F2EET 2 EREMTMNSRVO T, BHES T 286 LI
BE L THTEITo /2. LMo T, REFTIHE % KA =D Dsitelzdisorderd 2 ¥z 7 >
Foo TOEMBETHEMITE LR, BRENICRHEIZ0.08ET T/, Bohi-#SERs
HEADHEERIITRT. HFA 2 OFBEREEEANRERIIZ/SoTVWAOR. ZOHTH
S EICHDENIRLETTHRITL KR, REOMHEAdisorder L= Z EMERBL TS EED
N3, (BHC-CBLUN-CHAEMIIETNENLN, 14T ARETHD"™, C-C-CHDWIIN-C-C
D EAIEMAEA109.4TIEVAIZR SR TH S.) OB CIIBMARPICES L7 =
TR =2, £, 72FADREBEH EICHDIOT (ERICIXEBRATEE - DORETTEN
HWELICHZ0T), BURPOFEEMARELEOEII=ZDOTH S, LML, LlalicRaiTo
72"Br NQREAEEORETIIESAEOBREINTVEO T, HRPIZHEET DESMAR
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#2 EymEok
group condition: true false
nref weak <I> <s(I)> nref weak <I> <s()>

*h00 *total 6 3 3305 41
h=2n 3 0 6596 54 3 3 14 28

*0k0 *total 9 | 694 30
k=2n 5 1 1241 35 4 3 10 23

*001 *total 15 9 2902 32
1=2n 7 2 6203 45 8 7 13 20

*0kl *total 157 74 591 25
k=2n 83 41 740 26 74 33 425 24
1=2n 79 33 900 27 78 41 279 23
k+1=2n 79 36 908 26 78 38 271 24

*h0l *total 117 75 854 30
h=2n -6l 39 1311 32 56 36 357 28
1=2n 58 37 1374 33 59 38 344 27
h+l=2n 58 17 1717 32 59 58 7 28

*hk0 *total 69 48 519 27
h=2n 36 18 972 29 33 30 24 26
k=2n 37 17 959 28 32 31 9 27
h+k=2n 36 19 971 30 33 29 25 24

*hkl *total 919 565 290 26
k+1=2n 461 293 351 27 458 272 229 26
h+1=2n 460 247 435 27 459 318 145 26
h+k=2n 462 275 344 27 457 290 236 26
h+k+l=2n 462 250 398 27 457 315 182 26

Within the given monoclinic crystal system the possible space group(s) are:

setting sig isg inc cen spacegr axis choice full symbol percentage
abec 116 4 0 P222 0 P222 0.000
abec 1 25 4 0 Pmm2 0 Pmm?2 0.000
abec 1 47 4 1 Pmmm 0 P 2/m 2/m 2/m 0.000

FEFOERBIEODIIT TH B, Lias>T, ZTOPmnbe S ZEMEIIME> T3 AJREEN®
WweBbha,

FZT. RIZA00, 0k0. OOIRGHIZIHERIASH B &R LT, ZERI#EP22:2 (D). No.19) %%
AiE, TOEBBRCIORTR I DEAUINTH ALY, HEEROBVWERETHZY., 20
ZERBROBE. Bifatho—SSMrRIZmOH . Z=480 T, BARPIZIISEKENCIES
flitehFA R D TTF=FNE—DTH 3. £/ ZOBAIIESHMEERETFAMEDOHZDT,
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NQROMBLB—HT . ZOZEMB THHMITE LR, REEKRMIC0.104ETTFAMo 7%,
ZDMHEBPmnbOBPE LD BRLah o/, L L. NQROKERMSHIWL T, P2.2.20OEMBE
MELWKRTHZELBbh3, ($3%2R5L. SAEBOESADHDP222.0 5 H5Pmnbk
DRBFEBINTWBIENDND,) TOXIIR, ELWEHBTH> THHE S =ERHELD BR
HNKEL BRI LNHBDTH S,

KIZSDP %> TP222 TRHITL THiz. TOKR. BB RETOHIZ0.094F TFA - /.
0.104NPE &, ¥AER. HEAZEBTIE. 0.0M4BEDKERLDEBICIAR > HIZE>T
W3, SDPTRHEL-ERBREMN T &R, BN REOFHEOREIZLT U HE/NMEAIZI
HEBLBRST. FOMEDOHOBHEICINKTZZEMNHDIDT, NT A—5 OPMEPIHRED
AN EDLD L, ROWHENRREDZEMHDED, LI EERLTVS, £, ZDKD
BIHEMOKRKERBVIIHL T, F—FEMNITA—FIENSEZTHRNENI T ENERLT
WahpLhizy, UL, SEORMEDEVIISDPAMOIENL DEN TS EWND T & % /RMH
THHOTIRAW, SEREKRNSREMNP2220FH (0.094) HPmnb®BE (0.098) L E<
BolbiITHBEN, RNZRHABITHSINTA—SHERETSE. FIFIRTL HHFIS000
T, BENIZW- TRIHFOREMNEHOEFNLIDELS B> TURTHS, > T, ZOZLDAM
5. PL2LOZEMBNELWVEIZTVLYINALWL,

RATFOEMOUGENE WIS ERIE, STV RVEREIFA L, UL, ZHEEKTOH
HNBEOOTIRALS T, F—YOHDENWI EMNFRTH S LBbhd, 5P LEBEOHLRH

#3. GOHERELEENM

Ri# 0.098 0.104 0.094 0.092 0.085
(MolEN) (MolEN) (SDP) (SDP) (SDP)
2ERE (A)
Zn-Brl 2.373(D 2.38(2) 2.38(3) 2.38(3) 2.37(3)
Zn-Br2 2.36(1) 2.37(2) 2.37(1) 2.37(1) 2.38(1)
Zn-Br3 2.39(1) 2.38(1) 2.39(1) 2.39(1) 2.39(1)
Zn-Br4 2.39(1) 2.40(1) 2.39(3) 2.40(3) 2.41(3)
N1-Cl1 1.68(9) 1.66(9) 1.4(1) 1.5(D) 1.6(1)
Cl11-C12 1.4(1) 1.4 1.4(1) 1.4 0.9(1)
N2-C21 1.7(2) 1.4(1) 1.4(2) 1.3(2) 1.2(1)
C21-C22 0.9(2) 1.5(1) 1.5(2) 1.3(2) 1.2(1)
& A (degree)
Brl-Zn-Br2 111.1(3) 108.8(5) 109(1) 109(1) 110(1)
Brl-Zn-Br3 107.8(3) 109(1) 109(1) 109(1) 107(1)
Brl-Zn-Br4 108.4 (4) 105(1) 107.4 (6) 107.5(6) 108.0(5)
Br2-Zn-Br3 110.4(4) 113(1) 107.4 (6) 110.7(5) 107.5(6)
Br2-Zn-Br4 111.4(3) 109(1) 114(1) 114(1) 114(1)
Br3-Zn-Br4 107.6(3) 110.5(4) 107(1) 106 (1) 107(1)
N1-C11-C12 98(5) 101 (6) 114(8) 111(8) 127(10)

N2-C21-C22 156927 116(8) 119(13) 135(26) 167(31)
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ARSHhhE, RATFLHIDLAWEICR EEBbIhS, £L T, REBENTF,H S DI
HROBENBENZEITELDFRMH D EBbh 35, MBS REH TREL 12 Z & BFEO—D
TRIzWMAEEDIS, BREORRIODOWTIRBEEZ T THEL THNE, Bo&DT5THA
o

3. RAFICLBHE
. SDP#fHE>TP222THITL TS & &, EIRREIZ00MTIRNEET. ThLDBTFH-T
0.092i%s 572 ROMEMBED RN S7=DT, PLTOHTFTH oI EIIAESN LoD
EH. BRRER T L, HEEHLESAOMERIITRT. 0.040BA L HEL
T, 7oA DMEHEDED DLV, HEHPRFE B L THFRODIRVBEBEPLREEL S
ZAFF DML ULEBLLLTED, HIIN2ZHFADRIFINT DB LA T 2 ORESTEE.
BEALLTRLPLRELREIATH S, Li=MoT, 0.004L00020B80&EEH. KEAaxk
BT 5L, 0.04DEROEMNEIDIELWERDNS,

ZORIDF—F 2R DOFEICHYE L TRIFEETHS &, ROMIZ. A E0.085ETTFHo
7o LOLEDKERBEIISRTEIIC. AFAREATHRAVEICE> THE, ThSDREE
BUTOZELEERLTVBEEAGNS, ERUALDIIC, BAREOFHEONHIZNST L b
IMEIZINEEY 3 S I3RS T, ZOMEOROBEICIET 2 2 EMBZDT, /35 A—5 OHMIHE
PHEDOESHEDSDE, ROWKEMNRIEDZ EMHDEBS, 2L T, JEEXDERRITED
NIA=FNEBSNELTH, HENEENSFOL S BERENZTANBEWEENHDES,
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