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2.2

U

d A
2. Jae gUnsal nazIsmMs

=
GREIGHY
2.1.1 310 Fluka AG, Switzerland

4 an

2-osual Tarugiian Taa, CHN,S

av1li)os(nae'lsd, CuCl, L.R. grade

aptios(1us1ud, CuBr, L.R. grade
2.1.2 910 Lab - Scan

wn1uoea, C,H,OH, A.R. grade

9@ lay, CH,COCH,, A.R. grade
2.1.3 910 Aldrich Chemical Company, Inc.

astios(lelolad, Cul, L.R. grade

aUnsafuazin3esile

2.2.1 Lﬂ%ﬂ"m Capillary Melting Point , Unimelt 0 - 360°C, Thomas Hoover
222 iwFevenwsdanunsnIndines model SMART APEX CCD, Bruker
2.2.3 Lﬂ%ﬂ"m CHNS-O Analyzer model Flash 112 Series EA, Thermo finningan
2.2.4 XRF spectrometer model PW 2400, Philips

2.2.5 FT-IR spectrometer, model 783, Perkin - Elmer

2.2.6 FT-NMR spectrometer 500 MHz, model UNITY INOVA, Varian
2.2.7 Hot plate stirrer niou magnetic bar

2.2.8 ﬂgﬂﬂﬂa%iiﬂﬁ Bin Steriom VT II, Olympus

22.9 1FaFaNATIEN 2 §1ML model PB 3002, METTLER TOLEDO
2.2.10 waeamilaais viAduRIgUINa1N 0.4 - 0.5 Hadmas

2.2.11 AU Y
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v d a 9
2.3 msaanszriaslseneusavou
= a 9 .
2.3.1 w3suasisenoudatou [Cu,(bimztH,), JCI, 10H,0

aza1y bimztH, 0.23 N3U (1.5 x 10" Twa) Tuwmuea 30 Hadans Ngumngil 45 °C

9
= Y

yazAuAasanaIuazalenua a2 ldmsazatela Tuid amiuneaaisazalsved CuCl 0.06
Y
@ - o x a A aa . 1
nFu (0.6 x 10° Twa) Tusiudu (0 - 5°C) USuas 10 aaans aslyluarsazaro bimztH, audo
) o [ I~
Tlszna 15 n a2 ldmsazanedmians iasazaelUnduvandy (reflux) Hunan 2

) A a o 9 [l = = [~ o Y A
%ﬂm NYUYgu 85 C "lﬂmiazmmgu qU1I UASNOUIANUDY uﬂﬂﬂiﬂﬂﬁlgl’lﬂﬁﬁa$ﬁmﬂ1ﬁ

(= Qy ya a gy [ o A R 3 = a A =
vllliJﬁ’ amm”lmemﬁguwm Wuran 3 M ﬁlzuwamﬂumaaﬂa Y NTIDILYNNANDDNUN

E]

H
=KX A

Tag3tannnuau nanh lallaanasuman 255 - 260 °C Hawanfild 0.10 NTw, (32%)
23.2 w3eua13lsenouEdou [Cu(bimztH,),Br]
a2a18 bimztH, 0.19 3y (1.2 x 107 Tua) luesdIau 30 Tadans Hemmngil 45 °C
HAZAUAADAIIATIIUAZABYNA 1AW CuBr 0.09 N5y (0.6 x 10° Twa) aslllumsazas

bimztH, 3¢ Idesazaedmaes auaelidszina 15 Wil hansazanellnduIvandy iy

a

nan 2 $1 1 fguungil 80 °C 1dasazateyu @mdes thaisazarewinsesns laaisazate

U
v

= A Qy ya a gy I o =R~ [ a dgl =2
1?( BIGRN ’JNTN]'I,’JVI’EJ’QLWE‘IMW’EN Wuan 2 %zmamﬂugﬂmulammu NIDILYNADN

an o =2 Ay ya o a Ayny o
i’]i’]ﬂlﬂiﬂﬂﬂ]ﬁaﬂﬂ'ﬂuﬂu Naﬂﬂ"lﬂllilﬂﬁaﬂutﬁa? 245 -250 C Wﬂﬂaﬁ‘ﬂ"lﬂ 0.16 NTY, (58%)

Q

9

2.3.3 10 38Na1315NoUFIFOU [Cu(bimztH,),I]-CH,COCH,
aza1e bimztH, 0.19 n5u (1.2 x 10° Twa) Tuezdlau 30 Nadansngavigil 45 °C

HAZAUAADAIIAIIUAZBHNA 1A Cul 0.1 N3N (0.6 x 10° Twa) avlluasazare bimztH,

auae l1dszanm 30 Wi a2ldesazaredmans wasazae lUndulvandy Wuna 2 2

i a v VoA A o v a A 2 gy
TlN NnouUvinuy 70 C ﬁ]gllﬂﬁ1§a$a18ﬂu LBISIGRN u11]1ﬂ5@\1"lﬂﬁ1§a$a18‘1ﬁ LBISIGRN 31\11/]\1[1:]1/]

Q u

S

= o A =2 < a 2 " At y
Qﬂ!‘ﬁ{]llﬁ@ﬂ Lﬂunm 19U %xuwamﬂugﬂmﬂﬁmmu ﬂﬁi’NL!fJﬂNaﬂ@@ﬂlﬂjﬂﬂjﬁaﬂﬂ’nﬂﬂu

£ AN YA o a Ayy o
Waﬂﬂqﬂuﬂﬂﬁﬁﬂhmﬁﬂ 240-245 C mawaw"lﬂ 0.21 N34, (73%)
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2.4 MsAPHIANYAMIMEMNLarMIazaIeveIasUsznouT aveu
2.4.1 M3AnauiANIINenIn
vAa d' Y o = Y U= Y =3
autanmen i Idimsane 1dun & dnvaznan yanaoumad uag
msazareluaiiazaresianig o
= [ = [ Y Y '
2.4.1.1 uazanvaznan ausaduna lddreanilar
2 Ao N Y A <3 Y Y o
2.4.12 yavasumial laemsuananidunsizd iaieaaniios uanirlussy
[ a ~ 09}1 o v 9 A
Tanasamilaais nniutilyiadremses capillary melting point
2423 msazaw lagazareansdszneuFadouludiiazareyiiaaia o uay

dunamsilasuuilag

a d A Y d a
2.5 myanznnfSinasiaiduesadsznevlumsiszneuaton
a 4 a 4
wilsmavessgaisven lalasou wazlulasou  luasilsznousidoudionios

CHNS - O Analyzer

d
2.6 mynnzHirrHavessgluasisznoudsdoulaaldmnaiin XRF

o 2 Ao N Y a gy A
umaﬂ‘wmmmz‘ﬁ"lﬂumwummmq TaglHa509 X-ray fluorescene spectrometer

~ 4 “
2.7 msdnmmsilasunlasvemeumsganau FT-IR
=2 A A ] dw Ao w a Ia
Animsnlasumlasvesuaumsganauvesnyilandundingyluaunudoase uazlu
asdszneuFediou Iaeld KBr discs A181ATd FT-IR spectrometer tazilszaianadiy

Tsunsualnasy

2.8 M3AnY1 'H NMR taz "C NMR
Ay 'H NMR andaasy uaznsnasuuilasueann chemical shift 71 19910 °C NMR
o a Ja a v o . .
anlnasuvesaunusoaszuazansliznouFedon Iasldaavinazate dimethysulfoxide-d,

(DMSO-d,) #181n509 FT-NMR spectrometer
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2.9 ﬂ1§ﬂﬂ‘lﬁlﬂﬂ§\1ﬁﬁ1\1‘ﬂ®x‘]ﬁ1iﬂ§$ﬂﬂﬂ!‘ﬂﬁ‘lﬁﬂuiﬂﬂﬁﬁﬂ'lﬁ!ﬁfl]!‘uu"ﬂﬂﬂiﬂﬁ!@ﬂ"lf‘]JHNﬁﬂ!ﬂEl'J
= v a g 8 o = 9 g o A ¢
?’fﬂB1Tﬂi\1ﬁ§N"Ui’J\‘]ﬁ”ﬁﬂ53ﬂ@ﬂl%ﬂ%ﬂﬂ1ﬂ8ﬂ1ilﬂﬂ‘ﬂu‘ﬂﬂslli’JHﬂﬂ1imﬂ’3m1ﬁmﬂiﬂﬁ&@ﬂ%
= A v A A sa A s Yy v
‘]_ILlWﬂﬂLﬂEJ”Jﬂ’JEJLﬂii’J\‘]Lﬂiﬂﬂlﬂﬂ“miﬂﬂWLl,WiﬂI‘I/]llmi’]iuax‘ﬁ”liﬂiﬂﬁi%iﬂf]ﬂjﬂillﬂill
a 4
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=< a A
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= =
2.9.1 MI@BANAN
s A 0w 2 v @ Ao v A
HANMIHINE ANAIMTUMIINUIIVIINTOYAMAUDNHTIAIT VAN UL Al
) .
2.9.1.1 fouilunani@en (single crystal)
= A A = Y A P A a A
HANIAEY Ao Wanvzdedl Inssasneluvesluananiodesunioosno
lo o J [ ' ] I 1
Mg utusziteoy liifunanueda (twinned crystal) 19 liidisesuanii vielunanuanses
= o 1 = £% Y A 9
(deformed crystal) FIE1T0ATINGANBULAN ) vowan 1a TaemslFuiuvers njendos
¢ Ao o Y g = a aq .
ANTIAUNVY 2 a1 NUMAW 10 - 40X Hazd W UHANTINING13152NOUBUNTI (organic
a A ' a3 9 4 . . ' '
compound) FHafitasesanzgiuldnenlduasInarlad (polarized light) n319gneuU
=2 < = A a A '
nanuzunaniAed95 M50 1
1 = 9 =\
2.9.1.2 yAnaz31ls 1Y IHANADINVUIANDIHNNE
o 1 4 1 o o 4 1
Tagvinaveswanaenaruioreyludssdions yndiuveswannsazgn
[ d 1w 1 { a c?/‘
ANUTIULS I ATIIINUAaeA auvLIAYRINANIMIIZANRT 9 WU W1 1denms
a A . . = v A I A A Ao
NDITINNNHIZANNGA (optimum thickness) YDIHAN TUTITOATNUANNBIAAUNNHUA
=\ v o o A v A saq ¥ a 9 = 1 Aa
uaziinnuduius lngasenumsqanauidondn 1y Undve Iduuavesnane limu 0.4
Haamng
9 o =K
2.9.2 MINAKAN
Y R A o q ¥ = 1o A A D) v = Y Y
Maikan as msmnkanediun meldamsalsunanlvedlunuiduass
1 o 1 J 9 1 9 dgl am A 2 A A 9 o a 9
uazodludumisguinarsvesndsstie ladwdiu - A5msae  waniiden ez lUda 1w
1 ] 4
Uagvesloudintidurugudnarsszina 20 - 70 lulaswes Teeloudraziinnuen

Uszinm 1 isudns tazazaa Auunyaneaunass (brass pin) MiANNeNUszam 10 - 15

Naawes Awaaaluglin 2.2

~af—— crystal
“~&—— adhesive

~f— glass fiber

-—af— mounting pin

-

= Yy o =
71U 2.2 M3ninan
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<
293 ﬂmﬂm’am’meﬁ'aga

) { J a o w a a J . ! [ !
wwaniinds laanuia Tnii Tedimes (goniometer) Nnsatlane Azl 2.3

s1lii 2.3 ¥alnilTeilned

] k4 v

Y =< 4 =2 Y =KX 9 A A Aa o o 9 Aov A o =2

Tagldangdall msaaman Tinanduninunmmniullddmnsidannseny Usuwan
Y v

(aligned) Tutuaueu (horizontal) HazUUIRG (vertical) IHmzay TasmsuSunany X, Y

o o < Y g Y A Ja A s ~
uay 7 ﬁnﬂUHU”Illﬂlﬂ']_li')']_lilelelJ@‘JaJJQﬂ”lﬁLafJ'JL'].ll!ﬂ'Jflmﬁ@ﬂl@ﬂ"]ﬂiﬂﬂ?\llﬂ\liﬂi‘ﬂﬂl@]ﬂi (Eﬂ‘ﬂ

1 ]
=

Yo A o Aa aw ~ A °
2.4) Tag1459@0n®s910 Ko ¥09 10aUATN $9lia1ueInau 1.542 A



51/#1 2.4 uaaunIouenmsdaviuvsnIniined 31 SMART APEX

A 9 J Y :j

FunMhwanNENNuANAaAIN

%

a a 4 v o '
2niiTeilwes Usudwniamanliuangay lu
@ Y o yas . A =2 @ @
M3 IAANUANTNINFUIZTHIT rotation FIATVANMIUYUVBIHANUAZAINGIIIA (detector)
9 Aa s A o A s A o o = A
A lisunsuneuiaumes Wenieiadendnue1Inau 0.7107 A (Mo - Ky) lldawanazine
v A Y [ d' = ] [ Y @ d' v A o [ d' d'
Sadmziousuiiosninozaonlunandiulilfidinsieia suzinesidainiiainezmaoud
< 4 o J @ % a ua <] a
Tl 0 - 23° iwetiudinmanudnvesssndu Felumelfidznudoyavowania

1 o { o J { o 1
TuszudIund (reciprocal lattice plane) NdoAndpINUNYUDILLTANADAR WKLY 20 Tu

=1

{ 1 I an
yuzinanazriynly 3 unu eyn o, ¢ vag y (GUN 2.5) Joyan lavzidudoyanin 3 1a

% S 4 ) ] .
aiuin PBlumlsy o (frame) Uszunar 60 - 80 53 iieThunadaniiewad (unit cell)

D
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A :/‘ A a a J
JU 2.5 unuvnyuNg 4 veunsosarunsnIniwos

o y < i ~ P H Sq v
ilJuiUﬂmﬂ’nmﬂJﬂJqu Llﬁﬂﬁ'ﬂ@ﬂll'lllluﬂﬂﬂi’lﬂgﬂﬁ]@ﬂ@u‘wf)i@ﬂi Gluﬂ]u@ﬂuui%na’]ﬂizu’]m

a 9y 4 v =< y oy g
20 - 30 #IN ﬁ]gl’lﬂ"]]@%lalU@Q@umﬂﬂwaﬂ U ANUINIANTUNIFTIY (a, b, C), MN?SW’J’N@’]H‘V]Q

= a ] 4 dyw =2 k)
a1y ((X., B, ’Y), ITUUAAN LLﬁSﬂiNT@SﬂJ@QﬁH?ﬂL%ﬁﬁ HUHDNIINU ENZ‘T'I?J'ISiW]S’Ji]fT@‘UNE‘]ﬂ]lﬂ'J'I
2 A A S 2 A A s A 1 o Yy dAa & yy i
Naﬂmaamﬂuwaﬂmﬂawauyimwsa“lu TﬂEJ‘VI'Iﬂ'IS scan ¢ peak ﬁ]'lﬂﬁ;ﬂﬂﬁl'mﬁ]ﬂ%tﬂﬂﬂ]ullﬂ BN
Y & = Y A = o Y ¢ = ' A q 9 S v Y = o
ﬂ'IIJJ‘L!NE‘IﬂLLF\lﬂﬂ@’ENLﬁ’E]ﬂNE‘]ﬂLLE‘]S‘V]'Iﬂ'IiLiJ'WINﬁﬂGLWZJ LW’E]GL‘Hﬂ'lil,ﬂ‘UsUﬂiJ“ﬁﬂ’J'liJL"UiJilwSﬂ"]ﬂ!

03: 1 = 9
“lumu@aumllﬂummgﬂ@m
9 dy dy Y =2 4 a 4 ]
inﬂeumgamsmEJ’mJumamum’Jfa’da‘usz‘u1Jwaﬂuazmaawwsmmasmm‘wmﬂ
AN Y A a v d =2 A . I Y o Y A < o
L“]iﬁa‘ﬂllﬂ LjJ’E]Wi]'lim'ILLﬁ’JL‘]JHWﬁﬂlﬂﬂ?t!ﬁ%ﬂﬂ?ﬂl“ﬁﬁﬁﬁ@ﬂﬂﬁﬂﬁﬂﬂiﬂiﬂﬁiﬁ‘ﬂ%%ﬁ? NITN
< Y} g o Y @ & 4 o =2 A
NIINVIIVIINVDYANTTLAYIVUNINIA Iﬂﬂl"]ﬂ?ﬁ'lﬂigu'lm 4-9 "]f'JTlN HIVUNUIEUURAANN
v
18
2.9.4 m3aaneudeya (data reduction)
9 =~ % dlw =1 YA o =~ [ gj (9 ~ [ =
mauﬂaswhﬂ%umuuwﬂ"lﬂmm'mmﬂ ']JNiﬁ/\liﬂ"]ﬂ!fl]8“]5']ﬂ1!l,m$‘1_|'1\151,1/\|iﬂ%ui]$3J
R =2 Y o D) Ay 1y ! Y = v
ﬂ’NiJ!fUﬂJu@Eliﬂﬂﬂ\iﬁ’éNiJﬂ'lﬁﬁﬂﬂﬂuﬂl@uaﬂuluﬁ@\‘lﬂﬁ'ﬂ%‘lﬁ’)uﬂ@ﬂul'ﬂ umzﬂaauﬁuayamm

¥ S @ ¥ & =
WY I(hkl) Wuunlnnes Insads19 (observed structure factor, /F,/ WU®OIN [(hkl) WAINY

e

4 J o Aa

FUNUT Iaeasany /Fakl )7 ua Ikl) ATunnanniesanunsn lalmesiuiiontnaniin

E4 v

Hadevaneednsvaznaaes  wu  ymvesnnuduivanaenudessd@enuuldluyuin

UANANAY (polarization factor), T9deueeszeziann ]y lumsrmuAINIINaNYRIMIaNon
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A A o =2 . @ qg;’ v A o
(Lorentz factor), i‘]aujmmisﬂﬂﬂauimmﬂﬂﬂawamm (absorption problem) AUU NOUNILU
1 o o 1
Yoya Ikl wlFve Fak)) Suiludoand ludoyaves 1k idonon
2.9.5 msmIassadilesldlsunsuaounuaes
2.9.5.1 52UU SHELXTL NT version 6.12
o ) ¥ o ¥ Ay v g o a @ = ° v
M ldTasmarthdoyan ldanmadenunvesssdond lundnndnn 149

Tusunsudu3ag1 SHELXTL NT version 6.12 Taefidunounaasluziii 2.6

21



22

SMART CCD Detector
Name.p4p i Data reduction
Name.abs
Name. IS <4——— SAINT ——»| SADAB —i
Name.eps
| Name.raw
Name.raw
Name.hkl
Data reduction, h 4
—» Name.prp
space group determination XPREP |
—» Name.pcf —
and absorption correction v
Name.hkl
Generate trial solution Name.ins
- Cycle unit good l
trial solution found
XS
Structure refinement Name.res
- Cycle unil the refine l i
' Name.res p Name.plt
solution goes to XSHELL > > Xp > Name.ort
_’ >
convergence | | Name.sav
iName.ins
—p Name.lst
XL » Name.cif —»
— Name.fcf >
Name.res
XSHELL
) ) Name.res
Final solution v
_ o —p  Name.plt
- Final plot for publication XSHELL
—» Name.ort
- Final table for publication
> XCIF <
The validated name.cif
Platon
enCIFer [— Name.cif

=
N

(The completed cif file)

2.6 naaanuRamIr laseasalaeld T sunsunouiingos 52Ul SHELXTL NT version 6.12



k) 9 a 4 .
2.9.52 msmlaseasialaely lUsunsuneun1M05I2 UL Xtal version 3.7

4
YoyananuAnaInInit1 absorption correction &9z gnTUAn Haziun
A 4

% v A

° ¥ =< v ) &£ A
MUK 1Aseds19nanale 115unsu Xtal version 3.7 (Hall ez al., 1995) BIUTUADUAIH
1) Getting started
o ) < {
Junouiliiumsad1s binary data file Wudeyaiiosdulumsmiage
Y Y Y
afnluduaoudell Taefloudoyaiiosduonan wu anwedunea (@, b, o), yu
1 Y qg/’ 1 a Aa 3 dy 9 1
sEuIeAUiIa (o, B, y) naznyilsl (space group) Tuneuildlisunsuges STARTX,
AAQ VY P A D]
DIFDAT, SORTRF tag ADDREF lunsainlddeyams@enuuainniod CAD4 uagly
T1Jsunsudos STARTX, ADDREF tiaz SORTRF lTunsainlddeyaininTes cCD
2) Solving the structure
Y Y
TumsIdensaiilditoraeuniin (heavy atom method) Taald11/sun5y
§08 GENEV, FOURR, PEKPIK 12235059 (direct method) Taaldlasunsuges GENEV,
GENSIN, GENTAN, FOURR, PEKPIK tiag PIG
3) Refining the structure
Y v
msvamnatezasuneruan 1114 leTasauny anisotropic @31z AOM
laTasaudamnaiuy isotropic 19 full matrix least - square 1UMITVANAINIADLABY (atomic
. 7 a % Jo Aq Y "o
coordinates) HAZINDIUDANITINNDT  (thermal parameters) Tﬂﬂﬂﬂﬂ%u%i%WMMWQSﬂ

(minimized) JUM3sTAINAIND

2W(|Fo - |FC )
A A A A ' 9 . .
19 w D ANNYDDUADZUBYA (reflection weights)
A o Y

Fo o !,!fl/\lﬂm@31ﬂ3§ﬁ51\1"ﬂ1ﬂﬂ15‘ﬂﬂﬁ@\1 (observed structure factors)
F, ﬁi’] uWﬂmaﬁmm?Nmﬂmsﬁmam (calculated structure factors)
Tael41151n50898 ADDATM, CRYLSQ

4) Checking geometry

Y

o dyd o Y Ay Y A [l
ﬂluﬁﬂumﬂuﬂﬁﬁiﬂ‘ﬂﬁﬂﬂWﬁﬂﬁf’ﬂu’JﬂliﬂNﬁiN“VIhlﬂ’NﬂﬂWNﬁi@LliJ

U

TagnN13nT19MAs A NUFPND (Residaul factor) H3BA1T R viaamsvanamaazsouliiian

tosnganionglusi9 0.02 - 0.05 130 2 - 5% TagMuIuINaUNT
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R = Z(HFO —|FC |)/2|F0

w

R, = (Zw(|Fo — |FC )2/ZW|Fo

2\%
)

9 9 a =\ 1 Y] =\ 1 Y] =\
LLﬁ%ﬁi’J‘ﬂﬁ@‘Uﬂ’ﬂNQﬂﬁ@\ﬂlﬂ\ﬂﬂﬁ\iﬁﬁ%‘]ﬁlﬂh U APTNITINUBSIAY, YUITETHINNUTEIAY
Tael4151nsud08 CRYLSQ, BONDLA, FOURR, PEKPIK i8¢ PIG

5) Preparing for publication
o g 0o Ay v v o Ay '
ﬂluﬁﬁluu!ﬂuﬂﬁuﬁl@yﬁﬂulﬂiJTJW]IF]Nﬁ'iNL!ﬁg“l]ﬂWﬁEJiﬁll@iJ”a@]%‘l i

dmsumsnenuuazmsanui lasldlsunsuges LISTFC, LSQPL, ORTEP, PLOTX az
ATABLE
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