3. MIneaaN

in3asiiauazaunsel

1. nM@anan, UHU Epoxy Adhesive wosAuthau

2. lufin@ae@n

3. laun (Glass Fiber)

4 uoUSaadUssingh (X-ray Badge) nasilaafiuduaneainisd
nFIANINAEATAITUNNE BALE ATUNW

5. ndesganssal, Olympus Bin Steriom VT-II 232302

6. Wduianisd AGFA-GEVAERT CURIXRP1 100 AFW

7. wMasluiimes (Thermometer)

8. ASp9 Magrietic Stirrer Thermostat Hotplate, GALLENKAMP
W38N Magnetic bar

9. A3aede 2 humis, Mattler P1210

10. 1A389MgANABAINEY, FISHER-JOHNS

1. wdavifiossdiand, Philips PW 1720

12 Na8d Weissenberg Camera, Enraf Nonius FR 550

13. wisvensisdanuvsnlaiitas, D500, Siemen

14. winslulaspauiimas, Acer Power 560p

15. \A3peRuWiawas, HP Laser Jet 4M Plus

16. TﬂiLLﬂiNﬁ’]L%ﬁ)gﬂ Xtal version 3.2

17. imJusitndn Morex V, Size 600 uaz 1200 Foots

18. ukutiufindaya (Diskkete) 2119 3.5 i
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3.2 aael
Wamleau3sn BDH Chemical Ltd., England
1. Cuprous Bromide, A.R., CuBr
WA lagUSHEN E. Merck, Darmstadt, Germany
1. Acetonitrile, G.R., CH,CN
2. Cuprous lodide, G.R.,Cul

naalaeuS s Fluka Chemie, Buchs, Switzerland

—t

Cupric Fluoride Dihydrate, Purum, CuF,.2H,0
9. N,N'-Ethylenethiourea (etu), Purum, C,HgN,S
3. Thiourea (tu), Purum, CH,N,S

thenashamw (Developer) Ltazﬁwmqmmw (Fixer)

1nauy

3.3 mIduanzaslsenaudedau

o 'o’ ¥
3.3.1 msdaenziasdsznaudegau Cu(tu) F

- 1#&adulua CuF,.2H,0 (tu=1:3

- THinhdlusyhazans

' a le o o . T. o v -l b o

aae 9 ulslagse 3.42 N3u (0.045 lua) nazusaaIlull 100 ¥a. v
aounqil 50-60 °x TagauaaaaIa NNUUADY q naaasaraly CuF,.2H,0 1.64 n5u
(0.015 Twa) luth 20 wa. asll aunaslianudaudaludn 30 wil nsaseznauden
2onMEnNIEaENIDLe Noawwse (Filtrate) 1o Lidid MAawsambianudn nuum
= v a A:( ° =2 :' k4 v v A -
wan‘lwusqwﬂﬂamwanma::ma'lumsau 20 wa. Auuazliemuiaungumgl 40 °F

V2

& v = o a v [l v a
wdmeelilanwdnluaingugiies landnguian la 1idd auuaflanmgil 50 O

u v



3.3.2 msduanzvarsusznauldedau Cu(tu) Br

_15dadnlua CuBr:tu=1:3

= Mhdludinazans

Aoy iulslagiSy 3.42 n3u (0.045 Tua) famtasadluth 50 wa.
AUNQi 50-60 °Y TauauAaaAE NNUABY 9 iy CuBr 2.15 n¥u (0.015 Twa) lu
msazanglslogdy auuarliamuioudsll Suaulamsazane 1o findasdou uazy Cubr
Suduteu Wuruieuzinay CuBr auazmanue axfinaznaummunlunaasin au
waclyanuaudalusn 1 zu. nsaeaznaudzmasndmenszanunsaald Wownse (Filtrate)
Ta i dlawsansumeieen eilawsanelilvanedn sy ﬁmﬁn‘lﬁ'u‘%qw%ﬂfﬂﬂ

o a2 Y v v o a v g
ujﬂaﬂujaza‘]ﬂluu’lsau 20 ua. ﬂuLLaz'lMﬂ'nNSau‘nqquu 40 o‘d LLa’)’]1QYNlﬂﬁﬂﬂ

o val a ¥ v a2 1ot v o a
rdnlminiguniivios Taudnguidn Ta Lifd auwisigamail 50 °o

o . 4 L4
3.3.3 fsdatazvidsusznaudegau Cu(tu), I
- lfdadmlua Culitu=1:3
- Ihinduavhazans
' a a o ~ Y 4 P
danq nlslagiSe 3.42 n3u (0.045 Tua) fazipzasluin 50 wa.
anmnil 50-60 °% lagAUAABALI NNTUADE 9 B Cul 2.89 n3N (0.015 Ta) Tuas
aranelslends auuarlianudaussll Gusuldmsasas la Lilld waz Cul Juiludau
Wuraumauadtau Cul auasaanye auuazlianudaudaludn 1 wu. nsasesazay
dranseanunsadle Nawmse (Filrae) lo Lifid ihilawsaanssveiesn minaesaiv
L <2 0‘; o =2 v a J o = :’ v b 4
Wlianwdn mndumsdnbiusanileshudninazmaluiiau 20 wa. auuazlvany
9 d o ¥ : v <2 ld a v vV =t (F-r-] v
Saufigamadl 40 ° udreilihionndnlminganiivas Tawdnguidy o Tafid auwis

< a
faamail 50 °F
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3.3.1 msduAzvarsusznaudatay Cu(tu) F

- 1¥dndulua CuF,.2H,0 :etu=1:3

- Mhdlughasas

ape WauasdulslagiSy 4.59 n3u (0.045 ) fazvasadtuih 100
ua. ﬁqquﬁ 50-60 % Tagpupaaanan NNIUABE 9 NEANTATNY CuF,.2H,0 1.64
n¥u (0.015 Tua) Twth 20 wa. avlU euuarlienufaudaludn 30 it nsaseznaud
amaanaenseasnsadle Wawese (Filtrate) la Tafid Naiamsaneilvansdn i
v‘nm'z’m'lﬁ'u‘%qw%‘[ﬂamNﬁnma:mﬂ'luﬁﬁau 20 wa. muaz‘lﬁmmé’auﬁqquﬁ 40 °%

a Vv (=

v 2 v o 1ol v o ' v o o
whnaiatianednlminaugiivies landngumden o liild auuisigamgll 50 o

3.3.1 msduaszdaslsznaudetay Cu(tu) Br

- Wdadulua CuBr:etn=1:2.5

-l CH;CN Wuahazang

@8t 9 (fis CuBr 0.43 n3u fiazvasaalu CH,CN 100 ua."flqmwgﬁ 40
°¢ Tazaumaaana Wanznauddiniu nniudnesiulslegs 0.77 ndu aeluila:
dot wuhiaaznauiimiu euuaslianudaudaludn 3 wu. nsawaznaufiiisandie
nseaunsadle Wawase (Filtrate) la Laidld Neilamsana3lanudn nmfu wdnld
uignilamhn@nmnazanelu CH,CN 20 wa. auuarlianufaufigmgi 40 %% udna

a v

< ol o i ' o a
felilanwdnlmingugives landngumden Ta Lifid auwisngamail 50 %o
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¥ < (4 G4 . . .
3.4 MSEIEANKENAI83IFand (Single Crystal X-ray Diffraction)
msdnmlanerainsusznaudadpy  lasmsmamwxdndmeiidiand (12)
Tagldinatia Single Crystal X-Ray Diffraction NAUNDUAN il
=) =]
3.4.1 NI3LAAAUAN
e A 1 o o o e dv
wannsnzarlumMsmMamwiansisd Msianeuzaal
v = s =) b d =2 IJ
- Taseafamely (Internal Structure) (MUBUNU OB zapntundnide
. cl L :(‘l tod < o o v o
(Single Crystal) NUSENELNNTBYUAN UBTNINHUSHIMNILEY
_ pnauazgiimnzan fa fanuem 0.2-0.5 fadwas myiazing
yaaedn Midlagldnaaeqanssand
3.4.2 N9LMHEN (Crystal Mounting) (13)

v 2 < ° L 1o o o v s <2 v
mauhyian #a menldkdndeagiud islimainsaufundnlveglu

woduas  wavegluiumisgudnaandasldhenn  leadenudnuasmssznay
a o ar a v o 1l o oA L 2 o
Badau nianwacfiimihGey lifisesuan swnedszinm 0.2 - 0.5 USAWNAT DINANN
L v ol 4 1) v kd v ° A < Vv
mnarnliisaddhufiasandnlasdesgdendasganssmi udnhudnidanldluihn

a o v - v i v ) v o %
aafuUmuinamiledloudy (Glass Fiber) lagldnmaiudde laudazdasiinng @u

) J <t v A
muguénamﬁﬂmmamﬁnuaﬂ GUn 1

~<—— Crystal
~—— Adhesive

-—— Glass Fiber

~—— Adhesive

-«—— Brass Pin

sun 7 MSNYNEN
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3.4.3 miﬂ%uuumﬁﬂ (Optical Alignment)

° o d v [ [ a voow o a ‘V -~
hednNuhiiEeusasua Tudanumlniilafitaas (Goniometer Head) ¥

ﬁl Va :’ o 2 v a I=3 t 4 cx as

dang A (3UR 8 ) Tagldduhiudald Yuunsdnliagluwniminzay laamsdiy

o o o o v oW ag_a ¢ ot v v o vy

ans B uaz C (Ui 9) dlaufuwud@ndemlnilafinasiBeusesud dunaldhas
vauhinillafinas swinlidnmulaslidellin oy thednludamwanzisd

Tagddmpuuuniaunis uazuuulnfizuiuesn aall

Direct Beam X-Ray Beam

BEAM . - SOURCE

CATCHER I

20

DETECTOR

screw to tighten height

adjustment
B
Y
arc —> G
djustment C
adjus v arc
g*’— adjustment
lateral —>
. lateral
adjustment

0 =+— adjustment

sun 8 wlnilafiwas
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Height Adjustment

cross hairs
of telescope

goniometer head

Lateral Adjustment ]

|
_— ———— glass fiber
' l

view 180° degrees apart
around vertical axis

B . B

I
|
X-Ray Beam m

—— -4 A
i

— - —

/ X-Ray Beam

Uil 9 msdSusdnliagluuwiuny

-16-



3.4.4 MIMEAMIENTLIE
o L=} voay s 4 =:’ ° 1t ay
e dsuukuiduanyisd mne 4.5 x 5.5 91 huwsiudduldluzes
nszmudem wanhlldlumawmymaun (Casette Film) wanihmanidnluldeniundss
Tndutuasn (Weissenberg Camera)
nmarhmstamwenaisd  lagdimavyuuuuniouniy  (Oscillation
Method) Tasmslisdnuuusauunillaniusm 20 asm Tnalumsdomw 1-2 wu.
sahiduludesmbmahamwuasinamgamn muaey
wamnmwmwanzsd Tasdmsmpuuuniaundy Gousasudd ¥ims
' P aa ¢ ¢ & d ¢ . g 4 4
chwmwianzisd Tagdduuuiniisuiuasnguiaud (Zero Layer Weissenberg) Uazgunuii
. . = [ &
(First Layer Weissenberg) 2836&n Tasmslindnvyusauunumaullidhagm 110 a9

WATVIHUNGUN 180 BIFN (3NBBINITUNY ahfu -70 aeen Mndumisgud) Tdomly

v
acd oA v

' ' ¢ ¢ 4 o
mMsehamw 24 By, wezmstemwisi ndsslnfiruuainasedeunlulszina 3.2 w.
wioufumsmpludedhuapniszana 6.3 awn Inhfidulldndmhnaimnuazin

EIMEANIW AINEIAY

7ot

mwn'wLaﬂmsﬂwlﬂ"azﬁﬂﬂm?}'agaLﬁaqﬁu (Primary Parameter) B8NK&N
aa ATNENIUIIE (a, b, ©) gmw’hqﬁwuﬁv’qmu (o, B, 7) szUUKEN waznguUind
( Space Group) BENATII

dulsznavzaandadiniiuesn MshamwengsEmannmsIanEn
agluuwiunu SwEMInNTrngTeTRFenFnMWONELUY  Oscillation  UWAZMWEE

e A
lanLsELUY Oscillation UdAIANZUN 10-13
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sun 10 dutsznaunasnaseldiguuasin

Incident

The crystal is
oscillated

C

_ Diffracted \ Goniometer head
Film around X-ray bean

incide of cylinder Lead absorber

sUn 11 mMsthamuiangisenasnnmacdnag luwnuau
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T

/ Z )
SN

(T2 t-0

7/

(A2 [

N\

/Y/\

X-rays

<)

Axis of rotation
or oscillation

31]71" 12 AnHuEMINSTNYBINENFNNMWIELUY Oscillation

1 ~ v W teyd
e iaiemn - as aw - t=12
- - sees 0 b ~ a0 rmss wetem 122
e ——tear st SEr e mmateeire L=t
. - et . ——— o oo t=0
.o areiies —_t '.'r\_._....... Lot
PR 1a s emsemeian L2
- “a s -

t=-3

AN » f
t=-4

Ui 13 mwegenmsduuy Oscillation
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35 - msemnumlanaiadnlaslysunsaandnaa
LandEuastayadlannmsthamwianzisd axgné\ﬂﬂLﬁuﬁuﬁnﬁ'azgaﬁdmﬂ%aq
4 Circle Single Diffractometer wuu CAD4 ﬁum"‘mmﬁaaaatmtﬁﬂmi’umn Useind
sasasie laemstuiindoyaasuumiuaiingn Morex V wdnhanldatuueies VAX
11,785 malaszuy UNIX ﬁ@uﬁﬂauﬁuma{ WMNENFEFIAIUASUNS INENLIANN
nay Hasmnaumlasefndndislusunsuandnea wie ymsiasutayannssuy
UNIX {luszuu PC udnulasadendnaealusunsuiendnea PC vuedns lalas
aanwnes aall
Tlumsmlassasnamalusuniniendnea wiaanuiumaulng) 4 5 tuseu fe
1. Getting Start
Supauiifiumsase Binary Data File ielfiihdayadasdulumsdmnom
Tassaalusunausa 9 W Tagldlusunsuees STARTX, DIFDAT uaz ADDREF
2. Solving Structure
SeauiniumImlasan logidase (Direct Method) 3o Sarapunin
(Heavy Atom Method) dalrlalaseaeaienii  sadduiana
3. Refining Atom Parameter
Sumauilldds Full Matrix Least Square Method Tumsémunalasnmsaana
(Refinement) WNaued8zaay (Atomic Coordinates) LazasNaawWINAa3 (Thermal
Parameters) @ ¢ ﬁ%auﬁv'mamdwLmlmmai'ﬂ’nm%aﬁa (R-factor) lUMSTANAILGARL
saullusunsutas ADDATM, SFLSX (Xtal 2.4) 138 CRYLSQ (Xtal 3.2) waz RSCAN
4, Checking Geometry
Hioouiilumsnnanaiilangndamdali TogRwsanane) R-factor e

0.02-0.06 Y38 2-6% WALRIIIANTIDLABUGI Aamsaawusenuniali leanaisan
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RRGIILE waramuemwuszhonnzauvsali Tagldlusunsudes SFLSX (Xtal 2.4) EL)
CRYLSQ (Xtal 3.2), BONDLA, FOURR, PEKPIK uaz BONDAT

5. Finishing Analysis

& aauindumnhnafidnaldnnalasain uazILAIBNTBNAIMTUMS

aauw TaglaTUsunsugon LSQPL, ORTEP, PLOT, LISTFC uax ATABLE

Mamlassaelumaded wmnfineduasasaandig (hisezaaulalasiau)
m'leﬁmﬂmi‘iﬂanﬁaﬂ"‘fﬁ'uuumadwqﬁwé’qaaqﬁaaﬁqﬂ (Least Square Procedure) laald
Full Matrix Refinement & 1SU Anisotropic Factors (U;) LAEINBTNBANITINLADI Y

2 LK v . e e hrd
pr@puazaglugy 1000 U; A Wargunldmandga (Minimized) Tumsganauuuna

hd
o 1t W o

\J o e A
gamasdapangaNaIN

LW = (lF0|‘ ch‘)z

+1p] | Fo | = Observed Structure Factors
P N vo &
((GH ‘ Fc | = Calculated Structure Factors mmmsnmmtﬂﬂmu
F.(hkl) = 2f. exp[2Tli (hx; + ky; + 1z)]

2 2 .2 2 2 2 .2
.exp[-2T (Ujha* +Uyk b* + Ug,l c*

+ 2U hka*b* + 2U shla*c* + 2U,gklb*c*)]

¥

anuEadazatudazdann (Reflection Weight), W Faulaaal
2 2 2 -1
W = [0 |F | +0.005|F[]

9/

nl o o 1 v
BYATNINNNTINUANININ 1>30c ()
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FeufianuEadaniamisdin (Residuals) wiamsiana A9 R uaz R’ gnam

dgmunniaaslasesde (Structure Factor), [F] 64d

~
]

Z(lFO‘"}IFC D/Z‘Fol

2,172
)

(ZW(|F, |- chi)z/ZlFol

W\
I}
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