59 ey

dmi oladtiauls Slilas poa
Sldla]l gelyy sgan gulad

Data collection using four-circle
diffractometers

Introduction 4sdds (0, )

Gy 3 3sd) Sl ad Sug S A s 3 6 Y gkl OGN e
A i) Lty iy R e gl (6 pam Sty Ullaze ¢ i
Sl e O b ol g 0sb wlel S o ales ¢ 8 0S5
e a3 b O] Lesls ) (S Yy L) e e gy 15 Al
O il ) p ULl 2o 5 Jadl e Jsad 8 00 0T e UL
i ¢ i gy aSe By s dm e gl iad s ey Y s
il s iy g elin 0 Tems Dy, et Ll (S0 ¢ Jadl
B 2ol 55l o3 5 e plisnal 1) Aol 5 )Lak dule dhar SUL) o
55 AL i) S el (3 s 3l Ladll (3 oy (i)
S Y Lol

V4



S5kl J;‘“J"u A

Experimental conditions dhkexs 9,5 (8,Y)
Radiation 423%1 (0,Y,1)

e o ) BB e eI e 3 sl SO SS
(et S LI cdetoizad) aazdU o Jslall o sda e Basl gy SUL
o red) g ) e 7= (0.71073A) p 5ded 1y (b = 1.541844) o o
ISay s sy (sl Shsle] ity BBl gl e el Liad
Skl Glae 10dn 0,5 Aol ¢ las) OB 1 eyt bl g i) e 1 s
g § NP NI o) RO R PN WIS N AN VPN R SPEROS
g sy bV o sl Jshall pssny Lot 38T 85 ain SLSKaYI 085 k40
S A By WO ) LS BT () SV s e J 5 a8y el
Sl O] o g 055 Bl SLelSail ST 1l 0B (3 il
I st UL i s ot sSabl A 3 e dmy 1] 530 0,5
Loa ol e oyl ey aallas oSas sud Of oy 5 el Ll
0555 5 2V Al e Ll B3l lond ¢ at] 0,55 0 Sl o il
05 OF (Se iy p s bl ¢ las] a3y 5k Bl ple IS plana) ol 56
o) Sy gt p 5t ) L) gy ST (655 Sn i iy ) Lol
B s e Slald 1 el 5T s 58 oug OF o A1 ey e
) gy By 253 an g i) pn Ll wlisde s dai
J—5" a5 ) sl Skl 055 OF g LU s 1 0) Lol
S S e 5 poiy o Bl sk e ey gLl sy
e 05SG a5V A I dlieY)



AN fu,u,ﬂb. bl -

L e
o Sy
Al B2 sus W eseiad Cu K ol f sl s (CHNO) & p2e oS o
Y e
as¥l ok ) ) i cu b>304 3 (CHNO) & yze LS s
Cu pldsczal oo LY CioHaoN:0; s gllae S5 §f L85
¥ ol olazaV) i Mo Al Dlddee ylans
Mo

Ms)\fQuJ;mau|J>cgu—yz

ool b oy Jro Sty ool g i) 52 5O ke

Temperature &) 2 &> > (8,Y,Y)
ﬁJ_J.-\O_»oJ&QL;‘u\;‘ws)\faxﬁmd;y(%@;fg
Lial 55 g 830 o) Raonin 5l > w3 is UL i sl Sl
e UL g s O] (ol e e 513 OB R e 8y ol
J&Mmﬁ@krﬁj%\oijjlzg}oj&oi&{gw@s)\ﬁa@;
O 8 s ) e of 82 ) o O damall (S8 U o e e
) Skl U 0505 U ams 4 06 8 555U 550 a3 i
i W &lliy 50°C U 093 e ) ST U by ) sl sl
u;.ub@\@écwk}\f@ﬁuw\ww\og{}\ Ol Lo, AL
S E oy i) A A A i Ak §)) - ol s dis tdale ol 2 dls
Ao fia 3 g DUl pedt e W el 1 Ll e LSO ol
;9_5\L;;‘y\.\_xJJCa;J\Q\,;L"ﬁ.;z_iy,aizw\,;\af}\g\p\ o . st s
s e e . oW Bomgel) sl Y1 am g B 18 8 il gy JI bl Jows
Sl 5V Aol dhaay plasV) pde 2 dd o OF L S8 o) el W gl o



o S A S AY

i be b dsle 05 SO, )_c1o4 c-PFé c_BF4J.':»Zu6L.:J\ LIS~y S
e iz 8 ol adane ST s g (ST G A Bl a5 s s S
Led 3, o) 3 A s O] Ldadsis 5,0 Sl s s Lyt 187 g
L alS ) e ol 20ty 1581 5 B s (3 B8 oy Uy ol 055
G5 Sl 3 0SS Ak A Sl e o ) Jeally 80 B s o
oj_ggc;\s&w 5,0 ASCae gl ol i g5 A o 120-200K s
3 SV Lo Bl 1 glan (33 4h1 35 I oyl e 2o ol 5 el
s 3 S o)L e 5 S 8 Sl (3w ) ags ) b sanal)
B 150 n JEI e e 63,14 B s 3L 3 by pleis¥1 0 of ol
e s die dodl OSG ly JKa damtl) e OV sda (3 o 220K

A 5 A3 e ) e WL bW g Aais 5 ) -

Other conditions ‘SJ}T Sy b(e,Y,y)
Sy Wl plde oy Lty ccail 3 by 35kl e el O
Ss ) S Bl 50 Ll 53 A e S Bl Lshlan £ 5 555
o O 8l sV agom g O) LBl U Jo gl (i S 0
bk it e ¥ S ) ¢ el B (3 e 055 01 31 WS
e LU oy b al ol a3 by Mis O] o ot Ui 0,5 O
glai) po e ool g lasl pn bk ST 00 Bl e Bl L grans

Pl 5o



AY fu,u,ﬂu, bl -

Getting started s&J! (0,Y)
Reflection searching w\g:u”ﬂ\ oS Coddl (0,7)))

S e o O B L1555 55 mn 0555 01 5,540 Uls sl (e
e o Jsbl s w312 5 gl e Al depazt dsb e b WS
By Al sl ol 55U s e e glas (6T O gy Bale T g 2] UL
In s Sty oo 15 0 OF o aSTl) pllan o A1 0,505 o8 )
Byia Lo gou 2 S a gkl SISO mo s Lo Olmlad Ol b
T DAL o U U I VE i R SR WEp R (Y
(3))) o3y SIS & Uagad o n Y

=l )\g:;wuak@oﬁm,ﬂ sle e LY

(ks o <26 jT) X320 M N ol ssle Jﬁ;‘-\ B e L.l b.’j""’L"L\

Ao 5360 5 180° oo B3l cske SN ¢ S S & e ) e 5 520 ool
Sl OlulSal 6y g2 0 st and 0 052 5 I (3 S ez OF L 5 5
oV il ol e e Ol pine Blis 0 s Blgz S a5 OF eS8 83 50 0
N I O L P R O
\J)U L;,\_.d)mmwywo,ﬁ 2230 s i) s Llg) a2l 5o
OF i) wad ol BT oS e ey W33 5557 e DLl o ol
Wy S o OF el 0586 Ly s Sl e sdadl b s 1LY
13 b boisd (ko) g B el o lnely sk 3871 LSl 2t O s
w\a.,mjjq)cj.,\sj\d.,\mcS:&@;\)aYWdﬂMco\ﬂ\)bémw\
0555 (k 3y 2 5 0 o e pooly e OB Wl S5 LS 2l U] 3 5Ll
Jdos (o) Y 20-40° ¢p st U1 ¢ LeaY 1020 sl 20 s O] bjilu



sl ST S A¢
Wl oot ool e 058G 5 (3.0) Al 1) el 2l as s (12 5T) 0 T
L ol el ol 2 b s 33 a0l 0k 3 83y Binis 5k
i by eh a0 S el e a8 2 gl sl 8k A s

20 s A5 OF CBSGLS 6 aad A g2 1845 o 331-Y)

¢ circle Aata
)

Ycircle dila  Aajadinas

Beam trap
A8l da Ja

Incident beam

Diffracted
beam
Auaiedaia

Counteralas

20 circle Adla
Eurlerian 4—ak3-1 ssf«\_a}l\ 3 el old jlgd dcd J) Slend gh,!as" (9, Y) Pjﬁ Jg_ﬁ\

.cradle



Ao fu,u,ﬂu, bl -

B33 B g fos ety Bk g s ) 2 el 055
il (ol g) il L;J.w Vs ohd e Lol ol a1 5
e el 0,8, Lokt slaal) ) el Wb e asdle 8T 0,50 5 2l
25—t P Slem 8 oSl i 3 Wbl ooy LSl ST g e P
Gt B8 gy 305 g & a0 8 gk bl Ul JS e OF 6l (s
Pl i gllan i seall Sl = (1) =5 )5l Bl 055 LSS ST w50 0 e
o 8 G SWe ol ) il Sty gm0 0550 0T L Yy Uiy
5l A e plotianly o 5 b s s (LAl e

e g sl o) 1 b S 5 O i ) LIST L s
il 33187 5 e LSl Sl O SG dele D 3 5 O gy e
Sy g ol gl K el S 5T 055 313 50 ol 2 o
Sl sy 342 b Slad Sk Mol £ les) ol 5 ke S5 B0 LD g
el B33 Ve V) Dpal Ll 0,86 Ul Ladde Ol o Of 2islias
J—led) J s VA 35k 8o g pa® (obB Sty (g Ys S e
s r il pldoid OV 0K 6 T 5 Sn Al r ki dlas S5 (Lgno
el & 0 DLl 2l a2 )

o b oY cesls aa b al (ol 2 dd Of 3 s
bl LBus s Bal) ) £ et U sl e b M kg LS e
Byl @ s B2 WU Bale ¢ A5 Wl eda cUT L CaslS S e s
K320 e S S et B3l e R Uane i 1 e SO
38 A O L B oo LS o £ s 1 e o i Sy
B Sl a5l S pall el anz s o U SOV palle g L) e



o S A S AT

Ly ole Ko iz e g LY e (S (e ) del) oond) ¢ sl s o
Gt~ o) ol ol i ST Sl Ll 15,30 ol 5L
il et Sl e o ) S5 S8 sl Joris iz f (3 s
0,5 Gsaidl o 1Sl g V) Cias S BOEY OF N ey 3 b s
FaY) e 0,50 SN S 0B batis (LU i) s Sy dariane 18
=l of 01l a5l g\jju%a},;@g@giyiz\ ey e
Ju\j)uu\u\;ﬁj\@@)@\ﬁpuu&w\;fyu,ﬂu.\
Q}bu‘@)}u\yb)xkaﬁymvﬁu&w(@wj
g i) Gl oo O gl il (o) Slas] u\w,\ﬂ::wu .gw)
o B8 5ot a0 B gl slie (3 SlalaeYl W e i o 2eaY)
Sl ol B JE e e (WS 878 (S o L)
055 e 0.01° P 3315 Cllay OF w3l dmeias 4] clll S o)
u\\ud,a,L_S\J«.csz.l\ Vuuij‘ﬁ)ai\usjjsk.b-wjpuulfww
u;uww@gucoﬁosq;w\%}s;ﬁmwou&w\
S el T alend) gl Lo jasudl ol g sad of (Sl e 055 06 asbls
26 e 25 S 0T e S S5 s I S el ey L Bsle S
A20 = 0.00° |—0) e v3S Les) 51 0 Y ol OF jlasl 42N o 6l sl
by A S ) sl ety Glai o (k f) x il S E I (lay = 10,007 5
Jos Sle g 3255 s Jadll dal L T 6552 SlaSal ) 1
AR E P U NEE S VR gt N N R o ARSN

(I Ll sy Carad) L B e Wit Vo



AV fu,u,ﬂu, bl -

B\ S g ax gl BB phame (il (O,F,Y)
Indexing, orientation matrix and cell determination

Aoy Gy () Jadl @ Jedll Wdets @ 08 Caadl SLSL, O
Lo N paally 3l sl ga Sud) O st 8 55T g 1T ST Bl
9o wladll s Gus 0} oLV IS G OF 2L S3laal) e o)
oW A e oV 3 Al wlansl oY) alels adaall ol ) dass

sdn a3 1ol el U Gl e i oy ) i) fag OF L8
o 2801 B gl 1l e (it Of (e ) o U e 15 g
N R WP P o paen 055 se sl ) 0530 z bl o glidl Joy
Sty inael] 35U gl oy 5 O pa L5V ik o e e AS
el ) e e 28 V0SS S i Sy 5 S
AL e Jo oS 130V ad oSl o O e ol ey B O L
3A o B e e (5 padlly Ll 5 pud T O sus 5,55 055 05 L s
590> Cndsiinl L 2T @Jw) 20 5 15 ¢ W, <dlesy (L5 e 504
e sk 53l s Wglonal) S5 6 ) OB cCimad) Jib ) (T a 2all 20
gy 52 b1y oLl

AV Rl e ] Bl (3 05T SBB (b e st OF
PO r DAoLl Ul L 3 ] o R 0,55 LSl o Al o
DS 13 Al 5, gl g bantagio) cihins SlalSnl n g 13 Ui Of
Of S35 (Y 057 13] Lo Lt Uim Y O aif A O3 4 o itaad
El O i (i Sl 5 S ST Wl @ i 8 s
IV 0B ¢ e cienad) 3 8 ASW J28 ol n b o4
o el s sz e gze 5,5l ST I3 Y ad Lo e a0 5SS Of LI



s S A S AA

dly (sl slazal day Cieadl) O sde s ot 23S 55 0 LSl Sl
IS Ll 3855 el o ) s e L 8 08 8 S
S e e ST R 5, OF ) s iy 6 10 e
OV M 05 S 5 i) 25 8,50 dol o d g ISl bl JI5L )
e s ST W de o) el (S B3amie 5L 05 Wl (3 Ldle
e bt O S ) et s SISl 236 o e eladl @2
o A sk e Gl ai g gl il sk, 5l sy Lef 86 pias
RCCH WG T RS PRI QR W RU R JCIC I SR KT W
w;uidﬁgs)y\ofgw}\woiwcwbmgm
S8 bl .\d‘mw.a{)mw&gsc@sﬁywﬁwie@hucch\
S e Jots Bls 085 ¢ 2 s 3,0 055 2 S N1 S
e e e Tl el 83 5 51 SLUSOY) deza oL Lzt 3Ly
il S F el a b e ol e of Gl e 3 oS5
DS Ly 6B S 5 Lt el o ) Gaadl 3 236 T of 15 ol
S ks 0 e, S Yy Ut ol 5 pnie 5
W) 558 Lt on 1 0,85 O iy Ll gy 26 il O
055 Of o) e ) LY sl e 5587 80w bz b (U RS
Aol T W (3 (L) i OF OIKaYL 055 O g &30S 2 oy 587
ozl LK) O ) Tt ) Lol o o Liaf oy LSl e
Gpd o O] A st e 4T (L) ) sl 3 e A5 3l
Ul Jo e UL g Jai 387 s ALE 1,5 5m g 98 I (3 s
k! b o) ol wlSKaod b P2/e 3 MBI S e e oDl 33 4 Les



A °\ (sV.AsL:.wL_ oll o

Joor e 0550 o s 2 o 58T 05 D UL 0dn 0] Ly
N PR cgJJJk+luuu&g\wu‘\fﬁbsw%&gg)wf.\i&
J@\M\J}Jﬁlu .PQ»’XIVQAL&TL;;&G@J@W\O;M
aaak) Johll dad (sl 00 Cp a5 OB e gj h s SLSl e b
Lt o ) SUL A Caaai g

jawrgwumwdﬁfmﬁ&aﬂiﬁuj,\ﬁwsofjs
a\f-‘}}\\.usd\.)o-awd}ﬁM\Q\J\\Mw.uc— o= JJLMU,L&\;
Ule s Joe w3 0 Dl Je @36 T e JﬁL’U. SRl
b N B 3 S By 55 O g ]y bt 0,5 s O o LS asT
Jrte ol b ol s o g T e ST N ol il 52 b 5
L,y i b ag ks N — aclias oﬁ:y@\ bl owwxeau&w
z_:u.\ofj_J:ﬁfou&\c@;ﬁww\@mﬁ%@pwﬁ
Lo oot OF g L) 83L] OB 8555 5l L pV1 e 18T 0S5 220
bj.u dd) b ) axld) O

Finding the correct cell d>2wall LA3-1 312 (0, V)
@Q_;WL"?_A@L:}\ L EINICCIE WIS PN WE X RPN 1 (v
Shlesl ol o on (B ¢ 5+ o5k pls) Beonal) Bravais e
agb Ul a8 sy il O O JU frr s 1 1a 2l
L e ) ke ay ) 2Ll & el s gd> a) B£90° ca=y=90 ¢ #c
O wlall ftaal) S ) 2T W e O3 05 O s (0 oUW 0dn o
DLV OF Lt (552l r 056 Wby s 3Y () S o el O



s S A S q.

ol 2ol 5,0 AL ol Uab S B o) (55Y 5,0 o 3818 0,55 )
055 Ul ada O)3adl iy 0585 OF Tkl 5 7k ntt <hkl LSO oy
22y )3 Jes OSYL 00 Lessle S s 3 plassl Ao g - B gno ST
o ot G s Jo 15 SUL mad 35 L ds S s )
05 i oY Pl dmms 18 28l o ) 13 ST (matl) 188 oL
Gy A Gl G el s el AU L d PR MRS WS- R
OF (3 Ol O 2 2wl 2l o &l s g LB dlaza g LU (g3
ez 90" & o) I L i T A=l 0l B S J s Lay B = 90° &) =Y
Al af 3 Les (oW 5 d PUE (3 pellad) s Cal Ll Sladl s g
e DLl Jaw x et kb —) Nl S g MY dalaze Al )
el e a5k audal an ST Sl e Lo L0y ol OF Laazd S
WU o e 453 8,055 o5k ol O Aoty ) dly B e Y
od e 06y ) SO /mmm 5 4m G sY B ael N8 s s
gJYsH)ydsm\ﬂuoﬁofwg\uu&w\(?w\:.\;
SV 8 JU (3 bl ) s o Sla ) asbd e N ol iyt il
33
Any N ol demes o8 Bl sy ST 13 Loh Sli Sla oy B
o S 5 el B2 8 s Jemes s SV s LY OB
Sl Slglan oo =T o) o 2l 2 J g 5 9a2 Odods J12 3 ol
SELE s (N Jae) e ol OO 1280 ST 0o g W1 s 5280 el
I lelas 055 Y b o3 Sl e s 5 2ol adle UL e



9\ fu,u,ﬂu, bl o

o Oy o) 2L Al ¢ e S Y colsT 13 eab e 3as U N
cndsiial Ls] P las) mali b5 L ST A passns O (Raslias
Sl 5 SGs a e ol e 0,5 Al L el s
B>y i OF s S i ) 35w alei e 0555 b (JU) L s
A e 3 s o W e 3 ) 4l ko £ 5 S )
Sy Slly olaglae e ) g g 3 LY 2K sl Ly

L}\ — — ol j.l.u (S $ —% .Crystal Data Information File (CDIF)

il Umlin 05 S 4] il s S 5 Al iy e 240000
Chemical Data 2\_35\.,«.55‘ o\_»}ixl\ sd—elB d_sd o UK Mb\fy\
Q—<-€j (e-mail: uig@dl.ac.uk) CLRC Daresbury ($ ; sgo— I3 J =£, Service
(-LE —t s =S JL'._:ZOTL'SI,%MAS .szs-f S 3 aslie Ol § gk
e W > e a0 O ) WSl gl b
G ) i lal) i) 3 ) S e Bl Lais g debine Slpad

G O) L s S sy L bl swmwoiw
quJHQﬁJCMMMQﬁu})\mM%M;}\
e e e Sl e O] o) gl sl sl B o ekl
e LT )y s 85 2193331 s i O e 5 il 5 iy
Jﬂ@ﬁ\w\@@éwwwo\fbwﬁwﬁ)ws
iy oo el 0ds O] i g yks 28 85 SO IBAT el (o3l
i O by (Al y Bidas — e Rpiae (LS M a mly sl pads
Bl a5l ) LS and 14A7 ooy dole VU Gllar 0,55 45 5
fpaall b SlS el Gl OF e V(S — s oS L 22A (S



o S A S qy

LS o SN 058 o 0SS Al OF ) Bl o) iy 62
o (383l Ol Al sie O] L85 e 05T ude Sl OF o (a3 s g
ﬂ@%ngﬁbfﬂ\@}\w\dt}miﬂ)Mvﬁ.{j’:j\sy\;-)

.disorder (Ué-ﬁ\ e 35

Obtaining a good orientation matrix 842 4x g 4 sias Jo sl (0, €)
St 2 B e e wand ol (LY E hally 2l o)

o el Byl Oy e A Byl LISl plusealy Sl
0555 el F 10 Uy SllSal 0] olily aod 23801 2,0l 2385 0SS
C\MY 30" J5% 20 o O) el Uy @ deendl oY1 B o ot 2 sllan
u_}wuzm ST s a5 e 055 W) g s 5075 0 sl
LS8V o OF o8 o 0 AL plaki] (e S Lo &g 05
Sy e alSCie 0,85 OF S el g5 e sad) J3las o) e e i)
Dyl ol Jas &gl r Gans 35 (5530 o 0550 5 00 5] Adna
OF e lodl Bladl s ULl e e 5 2ed ol Slald O] .20 sl
v U.) cmlin 035 L) o3 e ) 558 St Sl 1S sy sl
it o ol A IS 0555 (i) 18k suay e OF S& adlill s 1255 12
o 348 L (i) ‘C«xJ SUL) o 8540 Slego Sl deguzt ) oy
o DSV e el sl e v (i) (B Bl oSy Sl
St e Loy LA U 0SS ads e IS UL o ST 2
eyl g) B yhall 83 0S5 et Y lhlra=Ylk|b = Xll|/e — Sl SV
ol Gy Logs 1 0555 (oY e (3 Oyl alilaze (il )
ey U a gl gn s 085 OF Jos e dl ) adia e Ll (i 3



c\ v fu,u,ﬂu, oll -

UL a3 e ) il G Ol O gl il g ke Ol L
o O eiil) o sy OVl Jlannal Loy Sl S5 0n OF 5 s
o Lol s il 085 8 aall OF J L OUL aed Rasds a5 B ghoae

L)y oS sy Bt L) B3l o o 5302

g.,.,SJJ' 5.\?}3,,.1?' J\xi Jwisls J}.a}-\ ®,¥,9)

Obtaining the best unit cell dimensions
o d 4 g B phan ek e Ll feamall S By 2 O
sde etz W]l el Jemedly 8T LS (3 pasins SO L)
LAl e Wb o) B 358 0 g Bl i (S SLalSKaVl o 5 902
& B elan a0 0 STy (AR (6l pladl e il ks LU 2
O el b S8y o5dl o8 Sl & hes slanl e 220 Bl 310
i die Blan (UL aa an Ll sy a2 0S5 B ol
Pt e il IS e el Adie ods 0,55 (b 20 pb e dazes
S T o 5,2 SLlSl e e s s0e s (200, - ©) o)
055 O ol ol )W sy a8 A Sy d\.&\i\z— 35V 8 Sl e kS
) U 3 8l B ks L] o Y st 33157 oy iz
oS AN i e dazil

Preparing for data collection <Uly @3" sl (8,¢€)
Introduction &eAdll (& ¢ V)

e O5S0 b ade s ASGL g ol Bl Blas SUL) w00 ) 5 s
A 3 e (s saae Wb 1Sl ol el U1 0SS 0T ol Ky )
die b Jlomial oo b ol e i OF Sl ol il e sl o 0



o S A S q¢

Sl oS e d ] O 0) LG S ate UL de ) ek )
Mo 28 ) ellas Y1 Cod o ¢l 2y (3 B e 38K B > el ] 5l
i) )b B gt By e b sny S 553 0S5 UL Be e 83
(L) 0 Wl saad) el (S SV e @31 B8 (K (el
S5V caale by ade gm0 35 A3 Sl (il p3) s o Ll Y S
o3Me Sy ey ool ¢ ) B il B A5y (Al ol oL dilane il
iy A il mil e e SO 5 )y i) ol 2y STV b S
e )3 el Of ptsal) s C2 el (gl il ) (Sl 3,8
D M g5y S (S o) kel S ) S ST sl e
e @l Ay sl i g Lty ¢ g iz ol e SlSsl
o oan o Bl e 12 O 0K O i ) B3] (64 oS

Lol AN s

Parameters <) zol )b (9,€,Y)

Scan type and width gel! ¢ Ludly ¢ 5 —

et ST A 2w ae (@) 80 2k E Bl SEY) s ety
SLwlSal (o (S 8 = ) A 0 s 242 .(20) 3K
oy s il MSal e sl b Rl 5l a5 e s many B e
G5 S ) 0020 s O g e £ ) plisiinl s Lol iaay
S5V 05 S Lo Lol e Uy 5 (3 5kl (5150 Jtall G
8y S ) 0 e 05 (ol Ry o Liniois Sl

Ul gt 3yl ol 53] Jan o e oy o dow gy W (il ek



40 fu,u,ﬂu, bl -

AL e ) By sk O el g g s OF Y A 0120 Sl 0
i AU 5 pal) g Ll OF 3 s e STy A (i el ¢ Ll 055
e LT S s gl OF S ) S (el 0SSV B a5
R S R U DS PN VU YOV K [ (R SR T
UL (3 g sl oty Sl s B 4 a0, Tas sl
G oSt 05 S5 8, a5 e B goels (s AU 5 sl £ LS i Lo
cﬂ,ﬁ_ﬁcu\ww¢uuu@w\smmg;\5\qﬁw@uﬂ
A ST s g 14

Detector aperture «ai\SJ! dowd — ¥

W5 o s Rl g el S SRS e e 055 Of b
g slax ] i ) LKD) 3 s IO g Ll (ST sl
OF aoazil) b cmdl g Lty el ¢ 53y sVl am ga b 3Me s O L,
oi@.ou@\@\;mfﬂswoﬁ_}yL‘,fqbwu.@f\mpm
O e ST a3y SLAS ik 308 poas 2y L8 Bosdl)
Lo ) ol

Collection speed g3~} 4 s —Y

Shan 3 Jo 0Ll s b Sl et OF s S ) s ol desas Oy
JoSadd (S e(ilae 2500 <l o a8 S0y 5 S o) ¢ e
TSI 15V CENN ESgL - WA SR FCSPN- SN W URCVER I WSS TREN B A JUPHE RSP
O S e s 055 Sl lans OF (8 840ds 20 ey SUL e e
H,V;,ﬂ\yofg;;uy:ﬁjﬁ.lw 0550 il 1S G el CHHWPE
b gle 055 0T BYI e 12 A 5 10 cp SUL) Chas i el G L



sk ST A 9%

g 2 80-90" 5 p skl bl ¢ lasy 34387 0 20 Ul g &l Lla s O)
Syl O 13 L By OF iy ) OV 3 a8 DLy iy ol
.mzewvwoﬁv@m@om\u u,uwd,i)wﬂu
Weak reflections dde <lwlSail —¢

J il 0 ol Koy i) st Vg a2V alls Yoo 0,55

Sl sz &I ] LB il (ST o Sl (S A s
o) 855, 21 k5 |5 (L G S5k S ST s L oy s
il ey ) S w ib sl 151y LY Sladl 32U 1)
) ) o Y 0 SOV Y ke A 0 L o) S AV
BLY) 3l ek e G @ Sl T Sl s ¥ g L 055 3%
ALK S st o) o wa eV ) L) g U W2 3l
SVl e 83y DU oo 83le] (S @iy L) 55 3 bl 0dd 0SS
el g el a il et 0) 8l J 5 O o5 A O 2 )
S wlSa¥ OF sn ol by 3Ll ey s 2 5l e
dj_h@’uew;ﬁoﬁz@wu,p\ .T.u;g;;)yv:q)wo?oigw\
ST LB 3 b s O UL S 4 iy §,50e 2
el L s ey WS 1 gl sl o Al S el (o
—> ¥y eV Vo) ol 0555 ol (o 85k 3y A STl
LAl agll pn Lo el a O) o 3lAeYl (3 Jand 28 o)) o OF o2 s
b il o S ctriage SO e 0 b 3 Ll WY1 U] i
Wlazs) 8 85l Lmns slarw DLl 6 J g o)) 3 SLalKaVI oS Sled
Slbes O alels ST mamdl) 080y s B3le) o oo S3leY 2l puae e



o\ v (sV.AsL:.wL_ oll o

055 s poand OF iyl U glal) LU o UL gl sl 5
OF 5,56 18 0,5 Y W5 S cimda)) SOSN8 300 O3 o W] o i lie
Wit o O vy (s Loladi) Bgild) SlalSaV) o gl ) Lade Jym
NERNES Oy Lo

a5 8585yl (BUES! pules —0

Intensity standards: checking and reorientation

Byl e 3 SUL e LT Lo 15 bl SlalSu¥l Cals

$ 5 Adane (oSl A 3 s S0 5 0555 0T Y LI 4 el
S 055 0y LSOV OF o) adaw 5 20 o8 Uy el ) Sl
Lo WL s O] o ciinionis Uy i &y b olalSail i codlel To(D) o 5,2
N Jante 5 U1 o Skl SLaYI (3 EB) ¢ Lt Y 8345 o S
L Ly U el 5 abaie odn 0,55 o w1 Y e oSl
5 @ md s 05 S B 0555 068 &2 SLSGY))
o 05 S i) e el las 4 ) s ) sy O3 s LY
Slebe w75 bl oluldl Y e ouele 7550 M ais OF Jyaal)
S sda ) (3 e a2 8 bl e U 01 amisiie 550 23 s el 8
B3s) Jos § 5 ) oan 5 Jaial) o OF S (gl desas 0 ST o572
B S F Bl b skl e g7 sl g (il 33021 el e sds el

s 115 i3] o saadl 3 sled) 710 l) sl slal) el Lo lelSal g
A el ole) OF ST Aol Al LSl Solel ) 21 (el § L)
A ) ) 2 5 15) forty g il b 2o ondiia) ) S Uy Gy

Vil Ye 3 OMW o e S el Bale) Sodt OF iy 55 88 > e 3Ly



sk ST A LN

P B YA 3l 2y OF 5l 8 e 58 A Sl 1S 1)
e Garkad Laluf iy ,Lal) oLl
Pl Sl (6 Lt =1

Choosing which reflections to measure
sde by L eV 20 d> e sz UL RS> LIPS QNP
Oyt 0y = 60" i ULy Bem wad O] 18I0 o et B LS
A 2l Se pud) e 20, = 457 die LKW e Canall e ST awy
Cu Mo 50") Acta Crystallographica —— 3L—S ;11 20 s LlaJl 5 ) s (459
N oS Gl Slsla )l 3 sl sda 0SS L(0.84R Juad 8L SIS, LAYST (134
i Of Ayl 5La] ls oy 3 50l ada e 5L IS Bal] Susd
B SN S L U a1} Ueb SV BT 55 & ke Ly
S S A 05w S e Ly B Bl ALE o)) e s F
W 3 L 5 Bl g5 Ul 0555 20 o Al Ead e
Bl Ldd 3 Bsno SV Regl) e deld ¥ gy A LA e Sl
6l oV 3 ST aas ol e Ly wbly 0,55 8 G Y1 o,
o Ju gl ol casd e Gl 4] o (Gl S5 e Ji) (55
B e slezne 8 AP OSSO L) 5
(koW bl 8508 td r Sl plally Uaize (Kol el S L
el e ST Al ¢ g e Of (5l e 0% B s
Lo 301 0,55 U e 280l UL G o 3 280 88 wlls
058 A ¢ 5 Of e ST 0555 0f Y oS0 3l 3 Loge 155 s fis
o a5l ST BV Y ol Ole oV bes 22 e
Ll it 53 O o 6l L 8k oLl Sl



o\ °\ (sV.AsL:.wL_ oll o

dbazey b (eslT e b W ol SUL e 83 el 2 e

OF et Friedel Jos p ol Son OF o8y L) e 557 8y m ) cinal ¢ 5N
GMas oS 5 ad OF Ja,y 0 0,50 a3y 5 0 Y B oV 3 Laf
o G g day 53l 23 W) i OF Sk i ‘Uwc,s)g.u)uﬂc}&
e Ul L ol ST T e ey PLal a8 p e e ST T )
oy DSl giel) S 0,5 God J51 15 OF LS B g 0 i
LB s 0B Gls mey 83 p0 " ULy r Bl B L) @35 OF ezt
LS (B sk ) ) Bomn sl J 3 OF Sl ) ol s S
b3 i ia g ¢l Sl w25 Sl e (el Ll gy
33—l o) e OF Ll s o 555U S oV 3 bl e 3Ll
S B e el ol 3 O L GRB G SUL e LY
e ) (3 e e Uy 5) 2 B ) e Ll iy ST A0 e Ty
OF ga iy o)) ST ol el o om0 (6 0) 381 5l O) L (Rumioiis 5 ) > x>
5y 53 il e A ey JUL o o 85 i B e ST L s (U] o
- Mzl OB 017 5 k012 h0—10 SBlad) LIy B s 15 ¢ MoV salaze
J=B e e Lty iy Spe 52 S e Jail iy anST0
Loty iz o2l o ol i o) 58" L] 0 gy ol Slaladlly 35
LS B 5 ) e 0S5 Ldie R b e s 3 Ly - 0555 O
HERICHH N POV NEIER N L&uf}\,;g WSl el OF )

0B 35 S 23 alsl) el 3, pemy LU gt s (3 oo OF ) ooy 5
O (W U gy ULV a2 L o\wtﬂ\ﬁgm Je



o S A \

“

Huwuwu\jﬁwuuu&mwﬂwwx oo e
T o A U S oLl
Final checks &5 < jlas) —V
A Ly dus of 13 Sobg ¥ bl s Tus Sl 0
COUPSO [- W-1 P PN (g N I Ot I N P PR E A I P S IO B
LTl 55k of e asTh ale) piiy Vs OB (e |l el 2ol
PlatV) e oy 13 M Jos OF gl 0 055 8 b Y en 54 4
13) L e oo OF 3 7 L) o875 5 501 S5 e e 38l 20 8 055 s
oy ie e a5,k OF J JU e o aed OF SULW a O
e W g o 35 ST ol ol e 81 51 g e 2 S
H(Mw)mws)pwﬁoiu&fﬁf&wafw‘puiu@
Plaal Sl il elas 8 1 Of a5 5T am s L akeaze — 56 ies L4 ST w3 )
el aniss oS Lee 5T 25 Lol Juw OF 2 aify a3l 0 55 8T
3 el 0L OF (3 Boemes 0585 o) g ) g 6 Lo OF e OF o

Oy e e 31 a3 o3 Sl sl 0y Wby e 0,5

Data collection </ULJ! & (9,9)

055 0L ey oS el hay 3S5L 551 0S5 S e 2R b O
() e W Bl ey e 6T 5 sl S Sl (5,2 Lt 135
Oy 1S 308 U s o O OF ) il @) LSVl ek SNl
chw; RUSHEP W [P SO SU SANIYS | P S POy N UE
Gyl el ol UM s gy Wl (3 plaedd J 9V LA dm e OF UL



Ve fu,u,ﬂu, bl -

o 0S5 B LSOV sl e asde SUL s 0y, Lok 3
S oo 5 OS2 0l 358 ) Lde et Sl
Lo (ol bl g Lot s sllanl glir f it o ldlos U coblS
5 s S s ) ot s 5 651 ) LSl e ST T T
S g 055 O Cotndl g o 6 i 5 T 8 40 11 5, ) s 3 b
e i G Y sde ol 4 el sl O) LSS e s
5 o) B 8 0) cdaniall o Lde a1 55 5L B g Sl o
3o ¢S gl am gl gamd e Yy clall ) peas o ST S s
RETEMPENNE sasd) e ae S 1508 Lol Uy el of il _lS)
ez Sl e Ol (3 (6 g 128115 0,5 OF (S5 0da oy
Sl B 5 O gaa @ L Iale (k) ULy oo sde Slte Any )
S s bl bt of s OF jlastl pad) e &l cCiadl e 3T 5350 0
U 0T ) Sl gz oo Rislian 0S5 ol o of i) & 26 252))
ds 52 O it Yy pllan 0,54 LoDl Sk 0 g 0,5, 0 o
a2 s UL s el O) e ailss o B 02 LSl e 2k )
Of e g (Sl Sl 0S5 1 ) o s e BY 51 Ol sty 2 )
b e g e o8 SO e aSTH iz JCas SUL) o

Gross systematic errors &3 &g sl (0,1)
0555 L LLE 3, Iy olanal oo ol g6 oy Bl el 0
Js oSV aald B b plisanly 1S Koy mmeatl) dails 055y il sl
Y Y S CA WV R B P PO VS Pl LG 250801 olalal s o



o S A \ oy

(el A o m i wlse 3 83le) (a5 Sl e Bladl o Sl 5,3
U g e Jol g gl ) S el Slias (g S )l s g IS L
LR EURREEPE NI H AT O 5SS i Camd 3o ol A ol Lioes f6
oumgvﬁf;@umw;ow,@ymﬁwgdw&w
& w3 jamis jhall O pde wie eSS 63 il By 3 F od O S
Ll L V0SS bl R ST L 35k OF Aol i) pules
e o) Is 55, 055 o Lol 23 5 Bl Sl il 5 e
o ) 3 ) ol OIS 13 P S T Sl s (oS B g
a8 e 0,55 LB Of o aSTy lslSan o 131y e s Sl TG L)
Sl ot e 35 el e Joamil) o873 05K, 83 25 (5 ) e
JS e s 3187 13) G855l By 3 Fy b O 88 D!t 7 Jn Sl
LSt L Y Jadl) dslg ads jias i OF Y el et Bk a
sl O J aole (ol sy o b el 1Lz Al 5 (ol i)
N T el il UKl IS I Lo e OF Y dut il 31 e 055

Correction of intensity data 3.LJ) OUly moeai (8,Y)
s s o m  Obeoead) e dde Gudal ULy )l 43y b Cllas
S s i gz IS gar OF LY (Clainnl g Lorentz 55, ) <olowmaai)
Y e mnadl SMelas pusinnd Sl Aol SUL Il gl O b s
Y obanedl el e 6 2T lemenad asllas ) o rie oMie 0SS
05 Dm T iy o S 1) Les (e Sa ST s ST 3 g



\ v fu,u,ﬂu, bl -

o Aell 35l WS Sleaar 1) a0 L0 e 0 Y 615 ,L)
PUEY (350 ules Tus

Absorption corrections plaw! Olbeswai (0,V,Y)

g dl Aol ¢ ] il g SUL G 2 d B LIS
ol e 5 85k o p s DU e (6T 0550 g LIS (ol
shs oS ot OB olanaV) ol 15U 5 gl 0] .Q,ao,stwﬁf
s U AU Of ST 3 5, U K e SISy 6 g 11 81 o, )
(mm) bl pla V) fles 38 g Eom px Sl o5 OF S5 oliasa
OF ) ) dmy Ja gz 2 x g oo ¢ sy (2 gally 2l oL e LU
SN i Sh )2 el 0V d 0.1 L e BT 0S5
o il al) 3l el €™ ol sliazol i lsld)

DoV L pla el Ol 5 o) 5,01 L Olias Oy b s i 55
B o i e Lol leld y 8,500 4 oY 3y Canad e ez ods WSS
& Ml ada 3ilke 550l e 3 OF W da gk Y L3 s a8z
WG 8 0SS Wl mol gl o g8 olansl OV (3 sty L oy B3 ST
253y 0 M 0S5 Lo o Lk 5 (S oy L 85k il o el
e it 2l s o 8 R 0S5 5O s A 8 e
Gty o sy Dol G5 OF JglE )l gl 1 omy Slin o 5 MID
IS e ol e 055 0 () age 05 U 4] 35500 o
13 gl il L oy 5B anlie SBLA 08T 0T (0 5 (e
A e E g Me el e el 5L L) e JU e e



S S A J“u AR

ST oS B it dr a1 65k e Suesall a5l 23, L)

)35 &> azimuthal (y) sacn &send) Ol sl e s o ) W8 Gl
———ta M= uﬂ&x}\ e Ul .uu&x}\y Sdad il Slgmie J s 55l
x = Lo (0,7 o) ISl anld (S8 5l e o AT Sus ks O 3l
e i ST s ol x o e 0 Jpm Ol A s o0
N) 20 0 o st SLlSS ey Sl g 5 OF 0l e 2 s S -
\:j.x;oj&.\sp-iud.uafr'@ X by (F ) )y o olasel slael s
uwwﬂ) ) dwdin dbwl ol il 5 ) A a5 o g
Y bl O] (e Sl pes plisizad e 8,36 055 O 2y ) olazeY)
iy poba V) OF 8 5is 0555 0f U iy theede 055 0 Y ezl
Ay Amh 0 355l s g ST (G (51 i e Bmle S
LSl s OF LIS wb aol ol ST dmldal 0,85 5,50 of JLale
G i 5 Ol o 3 056 O Wy STy il e ST
o ST suas By Ol g a0 LY (JSST SUL e Sl
S Uy an die WSS i) 13] L la plianal o Gl Ja OGY) s W

Sl am ke |y 045G 4] g o LVl 5 ) sl e o)
U iy Wl o83, St G35 Y B e 180° — g b i olold O )
ol e Bt @ 0B e Ao lane 0S5 B (3 0l O L Redsins OS5
13) L 105 0,85 0f (KoY o83 U o UL o 2, (L2l cm L)
el e il 0,5 (S 02 S A O s il e S
Qi 305 S5 O bgmeda lom 3 5 o ol il 203 315



V.o fu,u,ﬂb. bl -

China 5 OLS 13 Les ol aiy e} dagdl) plisizaly UL adlas 3315

i) By Ol gns }TA:.-}“

SUdl (e 52 LaS 5 obl) VA L) Alacl) daY)
X-rays pass horizontally through crystal as shown below

201 E —1 D - D

VACESOREBT
Jelatas o2 5 adads 8y 3 s 3 Bl P s B 5 (0, Y) oy JSCI)

w0 e 2ol Sl ) 2 d Y ) ) Gl il OF S

Pla—l Olas il y Joni WL ol s g0 OB ) w5 A >
gl 83 300 oS e i) By ¢ ekt B S olanel e
odn OBy grame Vg dor g Gl G5 Y e OV S 4 ) (Bl e S
Lozl OF 1 bl 1 ez g s gm 05T (S oY1 S 2k g ol B )
PAlai¥) Slowas OF alul e o3lsl ¢ 15 XABS 3 DIFABS i+ sl ol (3
O i omgin sl ol Sleea 5 Lo Jazdd Eott 35lonte 0550 izl
A Dl a8 ST ) i b a8y dadsies WG 0,50 Wy (olazel
1)) wlakszs a,ss,c.@})d Sag el OF a5 (B8 lall sda fin piszs O



g S A S ey

Ayl el plis ) 05 NESERE Plan¥l o se OF el

Vs ool s alas d)3Y1 o) eyl o gk W cM\dwt\y\c‘r\.@)

A_WMQ\IU\)L,JGAAQ\JUNQWMQ\ JLA‘JM&M
gt

Decay corrections JI£! Olbezeas (0,V,Y)

s i n OF ey (UL wa clT B le (S 55k w54
JoiSG 0F 3 3 W1 S Sl il Bl LSO (3 ol il s
55k INLY Slmemead ool puszas OF & )Lall wlolall (S UL =
Saf O by jledkl aaledll o)) maVl paad 5l (Sladed jLisl @ 8345 )
ks O 3 )Lall Slalall e (3 lall SLLal o) = lde i e ol
s AT s DLl e e et Gy e JLSanl e s e §
i G (Ul i sl ol 8 D5l e s OF ) ey ol
i S s B3le ol e INEY Bl ol BV 0SS
e Oy I mmenas G O L85 4l o) (3 pad) ) il oL
S o Aol iy DLy s e ik ol e e 33 W Ssdl oLl
oS Fy UL a Blgy L BV Lz s ) jelall il ) Jlel
AV SO 5 s ol e WSS 5T Rhelas (S ¢ ot s

Other possible corrections FE J;‘T Obeoeas (0,V,Y)
(:\_’:.}\Jj\ Loascn c:\:g).'é C)Lw\g.ﬁu\ LSLG UM';) Jg.&; extinction ;Lg\‘g\ j;}i

Y 05 LS S (3 peneS 3 el Jolas et esal $3l0



Y fu,u,ﬂu, bl -

g i) s Tl 0 (o dskl e oins secondary  extinction (5 5!
b A g sl e e ol

Jg&—a thermal diffuse scattering (TDS) ($ ,Lé—3) (5 )) = il jm A3
o3 a8 TDS OF Rd> aadi o Ulg) e SLulSal an 08 el
.wsws)\fahﬁm;)ug@;,ngmupC@Tf.uss)\}.\

o b A wmie Lol 5 S OF Gielias 55 ol S sST Jast s
sshin g gn i Bpeta BAE 5l U] 35 o sy ST O U g 52
S B 8 e WA e Sl el 5 D L gl B | s
gl 33 s S ey 5 OF L]

055 o O o5 o g OF lly i) ol Jams J g O s
aom gy 8l sl 2 s e a8 i 0S8 () § Bl B e ST
.waj}\;wgz.g&;\mwohmwﬁ A llas

Exercises ()&
aadoie 5 by Mo ¢ lasl ol Cu g ) o sF (z o Lo ST 51380 (9,
Uy Y ols A
o o—Mas LS55 (3) «CigHpORUg (7) «CoCLiBr, (<) «CoHuBr ()
C,HuBrN,Og oo has LSC25 () (CyHN,O5
Skl et Lo dims 3l) Wb O S S diae e 85k S (2, )
oty 558 2 LSl o Y1 AW Caias OF OGYL S0 L (2,7
Md dlazz Olwl = 815, ) a5 B ghang oS 5 By A e

)



S S A JE

VoA

N 20 w X ¢ X gLl (%)
1 12.23 6.50 3542 157.62 971 1.37

2 12.42 6.43 3261 69.52 1217 1.57

3 1141 0.13 —70.93 26.24 62 2.28

4 —9.46 0.15 -1.77 29.92 52117 1.02

5 10.91 0.13 32.62 56.82 1347 1.52

6 —-11.91 0.14 —57.67 57.35 923 1.29

7 10.56 0.07 56.29 4.47 9986 0.50

8 11.14 0.12 60.53 11.29 953 1.32

9 —-10.96 0.19 32.67 43.67 1323 1.56
10 16.82 8.63 —54.54 86.95 439 4.19
11 17.40 8.60 —53.94 174.75 66 3.34
12 18.29 9.33 26.34 64.00 563 1.25
13 16.07 7.94 —28.28 87.62 1053 1.18
14 15.13 7.84 —28.57 134.61 392 1.24
15 18.26 9.27 26.40 64.06 457 1.59
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h k l (X%
10 2 4 2582
-10 2 4 1874
10 =2 4 2670
10 2 -4 2164
-10 -2 -4 2452
10 -2 —4 200.9
-10 2 -4 2646
~10 -2 4 208.3
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0 6 0 155 25064

0 0 8 327 1576

(= -4 0 0 296 3005
0 8 4 263 3567

=2 6 8 372 1724

© -4 0 0 296 3005
0 10 2 270 589

1 1 7 308 164
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a=8.364(12), b=10.624(16), c=16.76(5) A, a=89.61(8), $=90.24(8), (T)

¥=90.08(6)°

a= 8.327(4), b= 16.622(6), c= 16.804(8) A, a= 90, f=90,y=90" (=)
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Lo = Ipeak —2(Ig + Irp)

:K.Ja.w\ﬁ (W3 upu—\ M\)

172
(Dnet = [Ipeak + 4(Iig + Irp)]
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M (2,6,2) 560 55 85
@) (=1,4,5) 2304 70 74
@ (0,11,0) 140 42 35
) (0,24,0) 120 16 18






