Single-Crystal X-ray Diffraction

1) Data Reduction
I1)  Structural Analysis



Open the .par file
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Known format selector (1.0.2) X

Known formats with valid headers

" Direk (Rigaku) rigaku - CCD/Filatus, no curved IP

" MAR/Rayonix marhNNM, pck, img - IP, CCD, Rayonix with Mar formats

sax, sfrm - smart (with unwarp format), Apex,
Photon2/50/100

" Dectris cbf - simple ... setup with single spindle type FX

Mote: Known farmats with unsupported headers may be transformed
to Esperanto format with an Esperanto importer. el

Run list and aliases file generator for SAXI data collections x

This dialag allows you to quickly generate a “un fle and aiases file for the data reduction of a S4X) data set

1) You select image name_1_1 sax or nameD1.001 o1 name_01_0001 sfm

2)You select the last image (o be considered (It s assumed that all irames between these twa are available]

) Sove the file

4)You il be prompled for ertering some cilioal parameters (usually default values are OK, as they are taken fiom image headers)

5] Finally @ new CiysblisPra instance will be launched with the 5434 data set added o the erperiment lis
NOTE: Using CrysdlisPra you can pracess anlp 5454 images from APEX1/2, Pheton2/50/100 detectors!

First de SA%) de file [%_1_1.¢ax or 01,001 or *_01_0007.sfrm)

Last de 54 dc file

Browse nfa

NOTE: The CMOS detectors Photon2/50/100 are having gaps, which can be inspected inthe *_am_RF_FFFF.sfim files. CAP is
adding these gaps.

Futthermore make sure to mark fast scans for overload refil in 'Edit uns'

Consult help for further details!

Help Cancel

Run list and aliases file generator for SAXI data collections *

This dialag allows you to quickly generate @ = 1un file and diases file for the dala reduction of @ S8 data set

1) You select image name_1_1 sax or name. 001 or name_01_0001 sfrm

2)*Fau select the last image to be cansidered (It is assumed that all frames between these bwa are available)

3)Save the s

4)You will be prompted for entering same critieal parameters usualy default values are DK, as they are taken from image headers]

5] Finally 3 new CrysdlisPra instance will be launched with the S84 data set added to the experiment list
HOTE: Using CryslisPra you can process only 54| images fram APEX1/2, Phaton2/50/100 detectars!

First de SA%1 d file (_1_1.5a# or *01,001 or *_01_0001.sfrr)

E\frameshquestiDBA4ABIBrE\Rigaku training\ma_DBA4ASBIEIE_01_0001 sfim

Last de 5441 de file

E DE figaku trainingtma_D| } 07_00%6.sfim

NOTE: The CMOS detectors Photon2/50/100 are having gaps, which can bs inspected in the: *_am_RF_FFFF. sfim files. CAP is
sdding these gaps

Furthermore make sure to mark fast scans for overload refilin Edit runs'

Consult help for urther details!

Help Caricel Save run fils




Once you have the data in (click ok through the questions, defaults seem to be ok)

\‘ mo_DBA4AgBiBr8 - CrysAlisPro - RED view: E:\frames\guest\DBA4AgBiBr8\Rigaku training\mo_DBA4AgBiBr8.par (40.71a 64-bit) = X

i' START/STOP _

RED Ready

Lattice Wizard - All tools for lattice finding

Crystal ., >

EXPERIMENT
mo_DBA4AgBiBrs

LATTICE

Current cell (CSD: install)
7.0930 7.0930 7.0930
90.0 90.0 .0
V = 356.8534

Constrained cell unknown
7.0930 7.0930 7.0930
90.0 90.0 90.0

V = 356.8534

PEAK TABLE
UB fit with 0 obs out of 0
(total:0,skipped:0) (0.00%)

INSTRUMENT MODEL

X-ray wavelength: Mo
x-cen: 379.8100 y-cen: 510.1300
distance: 37.0000
beam: -0.0193

Data Collection (>

Data Reduction a2
N Rigalcus
\\ oxford diffraction
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Find the peaks and index them

]

Lattice wizard (1.0.33)

Current cell (CSD: install)
7.0930 7.0930 7.0930 90.0 90.0 90.0 356.8534
Lattice reduction
selected cell
7.0930 7.0930 7.0930 90.0000 90.0000 90.0000 aP 31
reduced cell
7.0930 7.0930 7.0930 90.0000 90.0000 90.0000 356.9

PEAK TABLE
User-loaded table
0 obs out of 0 (total:0,skipped:0)

INSTRUMENT MODEL
Goniometer

beam: -0.01932 alpha: 50.05613 beta: 0.00000

om zero: 0.04303 th zero: -0.32229 ka zero: 0.00000
Detector

x-rot: 0.48390 y-rot: 0.13904

x-cen: 379.81000 y-cen: 510.13000 distance: 37.00000
Wavelength Mo (Ang): A1 0.70930 A2 0.71359 Bl 0.63229

Ewald explorer -
o @ reciprocal space

2 O

Twinning -

>}

Load
information

Ewald3D

Log window
A

@. Peak hunting

ulti-crystals

Refine PN Lattice
instrument model (ﬁo transformation
> ] S 9

SCRYSALIS™
%
Unit cell finding

2

Reindexation with
current cell

Incommensurates /
Quasi-crystals

SAvE Save
information

uUnwarping -
Precession images

&® O Type here to search (o)
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ﬂ RT/STOP

RED Ready

Crystal ., 2

EXPERIMENT
mo_DBA4AgBiBrs

LATTICE
Current cell (CSD: install)
7.0930 7.0930 7.0930
90.0 90.0 90.0
V = 356.8534
Constrained cell unknown
7.0930 7.0930 7.0930
90

90.0 90.0
V = 356.8534

PEAKTABLE
UB fit with 0 obs out of 0
(total:0,skipped:0) (0.00%)
INSTRUMENT MODEL
X-ray wavelength: Mo
x-cen: 379.8100 y-cen: 510.1300
0000

distance: 37.
beam: -0.0193
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"N\ Rigalk
N Rigalcus
‘\\ oxford diffraction

- <CRYSALIS™sM
Iw

511 PM

A ST NG om0 %)



Find your unit cell

Lattice wizard (1.0.35)

LATTICE
Current cell (CSD: install)
7.0930 7.0930 7.0930 90.0 90.0 90.0 356.8534
Lattice reduction
selected cell
7.0930 7.0930 7.0930 90.0000 90.0000 90.0000 aP 31
reduced cell
7.0930 7.0930 7.0930 90.0000 90.0000 90.0000 356.9

PEAK TABLE
Peak hunting table
UB fit with 0 obs out of 19632 (total:19632,skipped:0) (0.00%)

INSTRUMENT MODEL

Goniometer

beam: -0.01932 alpha: 50.05613 beta: 0.00000

om zero: 0.04303 th zero: -0.32229 ka zero: 0.00000
Detector

x-rot: 0.48390 y-rot: 0.13904

x-cen: 379.81000 y-cen: 510.13000 distance: 37.00000
Wavelength Mo (Ang): A1 0.70930 A2 0.71359 Bl 0.63229

o
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> |
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Ewald explorer -
recrprocal space

Refine P Lattice
mstrument model (mr) transformation
| Twinning - | Incommensurates /
multi-crystals Qua5| crystals
2
[ Load I Save
’ information ’ | information
|2
Ewald3D |Unwarping -
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RED Ready

Crystal .,

EXPERIMENT
mo_DBA4AgBiBrs

LATTICE
Current cell {CSD: install)
7.0930 7.0930 7.0930
90.0 90.0 90.0
= 356.8534
Constrained cell unknown
7.0930 7.0930 7.0930
90.0

90.0 90.0
= 356.8534
PEAK TABLE
UB fit with 0 obs out of 19632
(total:19632,skipped:0) (0.00%)
INSTRUMENT MODEL
X-ray wavelength: Mo
x-cen: 379.8100 y-cen: 510.1300
0000

distance: 37.
beam: -0.0193

Data Collection

Data Reduction
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Look at your indexed reflections. Do you index most of them? Refine instrument model (if needed)

ﬂ START/STOP

RED Ready
Lattice wizard (1.0.35) X
Crystal ., >
- . C i oMo EXPERIMENT
Lattice wizard ~CRYSALIS mo_DBA4AGB rS
.
LATTICE .
LATTICE (5% Peak hunting |Unit cell finding S )
Current cell (CSD: install) ) ) 101.191(3)  92.046(3) 90.390(3)
8.1113(3) 8.2467(3) 9.6914(4) 101.191(3) 92.046(3) 90.390(3) 635.48(4) h ] V = 635.48(4)
Lattice reduction Constrained cell unknown
selected cell 8.1113(3) 8.2467(3) 9.6914(4)
8.0684 8.2065 9.6455 101.5306 91.7984 90.3554 aP 44 Ewald explorer - Reindaxation with %0}-%53!%(3)( ?2-046(3) 90.390(3)
reduced cell z = =4
8.0684 8.2065 9.6455 101.5306 91.7984 90.3554  625.4 feEpiacetpace Cé’fre"t cell Y e iitar Piinitiae
5 >
PEAK TABLE PEAK TABLE

instrument mode transformation
> | INSTRUMENT MODEL
X-ray wavelength: Mo
x-cen: 379.0986 y-cen: 509.7721

Peak hunting table Refi Latti UB fit with 14195 obs out of 19632
UBﬁtwith 14195 obs out of 19632 (total: 19632,skipped:0) (72.31% m S : ZBEEE (total:19632,skipped:0) (72.31%)
010
107

INSTRUMENT MODEL
Goniometer

beam: 0.03023 alpha:  50.05613 beta: 0.00000 . distance: 37.0310

om zero: -0.04686 th zero: 0.01653 ka zero: 0.00000 | Twinning - Incommensurates / beam: 0.0302
threocttor . 0.04920 multi-crystals QuaS| crystals

-rot: ; y-rot:  -0. ]

x-cen: 379.09864 y-cen: 509.77214 distance: 37.03100 3
Wavelength Mo (Ang): A1 0.70930 A2 0.71359 B1 0.63229
Refinement

A Load | Save
res: 0.009976, da=0.006699, sx=0.001673, sy=0.001319 v :
h=0.003660, k=0.003468, 1=0.004968 '”f°"“a“°" nfonraton
#ref: 14195 (skipped: 0) 2 2
Ewald3D |Unwarping -
Precession images
12,-3D

a

Log window

——

Data Collection > |

Data Reduction >
N Rigalcus
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These are your indexed peaks. Play around by rotating and using the GUI settings menu

Ewald Explorer (1.0.5)
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Ewald GUI settings

Appearance

[m] X

CRYSALIS™
> |

Crystal

™ Log window
LATTICE (CSD: install)
8.1113(3) 8.2467(3) 9.6914(4)

Size of peaks Lattice size 101.191(3) 92.046(3) 90.390(3)
1 C2 C3 Cf) 2 - V = 635.48(4) aP, index: 72.31%

Overlay off

Lattice overlay and gnomonic vectors thickness

Activate twin | multicrystal

Set default colors Activate incommensurate peaks

Number of groups:

User interface settings Distribution histograms [2 vectors projection 0-1-2]

v show legend
[~ Always hide EwaldPro banner (small screen) a” axis L 1
Toolbar position:  up { down
Compatibility b* axis
IV save hidden peaks with skip fiag (on exit)

J

,_
E

Scan parameters et
c axs
X0 = 379.10 <> | _x0_J
Show
y0 = 509.77 «|» WETI® | saeencenter
dd = 37.03 L4 {_dd |
| cancel |
Filters
Selection/Lattice-It
# l Indexed I Wrong Color
V1 [V 14195 [V 5437
2T o [0
3 [ o [o
4 [ o [0
s [ o [To
R _d YV Y S ’
Peaks: visible - 19632, hidden - 0, selected - 0 MWheel: View Finder, cycle through found views or push to refresh. X: 957 Y:50
i g 2 1 ~ 1 . 3 ‘ 5:19 PM
a® O Type here to search O #H ® @ =n O . 2y B9 E & 9 9 9 . a & E Ef‘! P E @ NS DN 0 %ﬁ:"




Don’t forget to look at the other aspects of projections (stereo and gnomonic are quite instructive)
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Activate twin | mulbcrystal
Actvate meommessurate peaks
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Probably a twin (or wrong indexing, less likely). Activate the menu for twinning on the right hand 5|de

\B
= /@a s AEEEE - x -
. ‘ P 3 b |
Crystal
™ Log window

TTICE (CSD: install)

8.1113(3) 8.2467(3) 9.6914(4)
101.191(3) 92.046(3) 90.390(3)
V = 635.48(4) aP, index: 72.31%

Overlay off

o - a , Activate twin / multicrystal
Automatic twin finding

) ) ) Activate incommensurate peaks
Custom twin/multicrystal finding

- Find next component in wrong peaks

Find next component in shown peaks

Custom component in wrong peaks Distribution hi

Custom component in shown peaks

Go to UM TWIN: UB matrix setup for twins

Filters

Selection/Lattice-It

Ea I Indexed I Wrong I Color

V1 v 14195 [ 5437

N N 0

3 [ o [0

EE [0

s [ o [T o |
Peaks visible - 19632, hidden - 0, selected - 0 X: 1536 Y:528
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Second lattice found (lucky!). Most of the missing peaks found. The are due to a 180 degree rotations along b-axis

Ewald Explorer (1.0.5)
p!

[m] X
2Aa a8 . | -

JCRYSALIS™
25 |

>»C t #1

P

- Component #2

Crystal

Component #1 {CSD: install)
8.2467 8.1113 9.6914 mP
92.046 101.191 90.3%90 635.5
indexing: 72.3% all / 72.3% visible
Overlay off (group 1 color)
Component #2 (CSD: install)
8.2473 8.1114 9.6998 mP
92.035 101.174 90.289 636.1
indexing: 27.5% all / 27.5% visible
Overlay off (group 2 color)

Add next component (unindexed: 0%)

Deactivate twin / multicrystal

Rot(UB1,UB2)=-179.9841 deg
around -0.01 1.00 -0.04 rec) 0.00 1.00 0.00 {dir)

Filters

Selection/Lattice-It

| # [wrong [us1 [u2 | Overiapped [ Color |

33 [V 10401 [V 5398 [V 3794
SN - 5

- A,A,Mﬂﬂﬂﬂ“ﬂ“ﬂﬂﬂ“““ﬂﬂﬂm ¢ — -

Peaks: visible - 19632, hidden - 0, selected - 0 Open Check CSD tool X: 1522 Y:379
8 O Type here to search

5:29 PM
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Close the Ewald menu.
A new “domain was found. The main domain is ~50% the second 25% and ~20% of reflections overlap

i‘ ART/STOP

RED Ready

Crystal .,

EXPERIMENT
mo_DBA4AgBiBrs

Lattice wizard (1.0.35)

Lattice wizard

LATTICE
Current cell (CSD: install)
8.2468(3) 8.1113(3) 9.6913(4) 92.044(3) 101.187(3) 90.390(3) 635.49(4)
Constrained current cell
8.2477(5) 8.1123(5) 9.6887(6) 92.034(5) 101.181(6) 90.381(5) 635.49(7)
Lattice reduction

selected cell

8.2343 8.1082 9.6995 90.6840 100.9553 90.1812mP 35
reduced cell

8.1082 8.2343 9.6995 100.9553 90.6840 90.1812 635.7

Twin information

1:8.2467 8.1113 9.6914 92.046 101.191 90.390 635.5

2:8.2473 8.1114 9.6998 92.035 101.174 90.289 636.1

1: Total: 14195( 72.3%) Separate: 10401( 53.0%) Overlapped: 3794( 19.3%)
2: Total: 9192( 46.8%) Separate: 5398( 27.5%) Overlapped: 3794( 19.3%)
Unindexed: 39( 0.2%)

PEAK TABLE
Peak hunting table
UB fit with 14195 obs out of 19632 (total:19632,skipped:0) (72.31%)

INSTRUMENT MODEL

Goniometer

beam: 0.03023 alpha: 50.05613 beta: 0.00000

om zero: -0.04686 th zero: 0.01653 ka zero:  0.00000
Detector

x-rot: 0.16013 y-rot: -0.04920

x-cen: 379.09864 y-cen: 509.77214 distance: 37.03100
Wavelength Mo (Ang): A1 0.70930 A2 0.71359 B1 0.63229

Refinement
res: 0.009976, da=0.006699, sx=0.001673, sy=0.001319
h=0.003660, k=0.003468, |=0.004968

#ref: 14195 (skipped: 0)

Peak hunting
2

Refine

instrument model

| Twinning -
| multi-crystals

[T Load
’ information
g\
@ Ewald3D
T

Log window
A
W ;
a2

|Ewald explorer -
reciprocal space

JCRYSALIS™
b |

Unit cell finding
a

|Reindexation with
current cell

R Lattice

07 g) transformation

101 u.
Incommensurates

Quasi-crystals

sAv | Save
information

Unwarping -

| Precession images

X LATTICE

Current cell {CSD: install)
8.2468(3) 8.1113(3) 9.6913(4)
92.044(3) 101.187(3) 90.390(3)
V = 635.49(4)

Constrained cell

8.2477(5) 8.1123(5) 9.6887(6)
92.034(5) 101.181(6) 90.381(5)
V = 635.49(7.

Symmetry

Laue class: 2/m P-lattice

PEAK TABLE

UB fit with 14195 obs out of 19632
(total:19632,skipped:0) (72.31%)

INSTRUMENT MODEL

X-ray wavelength: Mo
x-cen: 379.0986 y-cen: 509.7721
distance: 37.0310
beam: 0.0302

/

Data Collection

Data Reduction

\\?\x Rigalicus

oxford diffraction
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S iERYsALis"°SM
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Save information and exit.
Menus are populated now with the correct parameters. You are ready for data reduction

(S mo_DBA4AgBiBr8 - CrysAlisPro - RED view: E:\frames\guest\DBA4AgBiBr8\Rigaku training\mo_DBA4AgBiBr8.par (40.71a 64-bit) — X
ﬂ START/STOP
RED Ready
Crystal ., >
EXPERIMENT

mo_DBA4AgBiBrs8

LATTICE

Current cell {CSD: install)
8.2468(3) 8.1113(3) 9.6913(4)
92.044(3) 101.187(3) 90.390(3)
V = 635.49(4)

Constrained cel
8.2477(5) 8.1123(5) 9.6887(6)
92.034(5) 101.181(6) 90.381(5)
V = 635.49(7)

Symmetry
Laue class: 2/m P-lattice

PEAK TABLE
UB fit with 14195 obs out of 19632
(total:19632,skipped:0) (72.31%)

INSTRUMENT MODEL

X-ray wavelength: Mo
x-cen: 379.0986 y-cen: 509.7721
distance: 37.0310
beam: 0.0302

Data Collection

Data Reduction >

N R lcus
N Riga
\\\\ oxford diffraction

PRO,

ONCNCMOICICIOMCN M ENIOk = ICRvsALIS S
- OE » “mkFH & © 900 & C LB 2 & O nommm BN g

@ O Type here to search (0]



Save information and exit.
Menus are populated now with the correct parameters. You are ready for data reduction

(S mo_DBA4AgBiBr8 - CrysAlisPro - RED view: E:\frames\guest\DBA4AgBiBr8\Rigaku training\mo_DBA4AgBiBr8.par (40.71a 64-bit) — X
ﬂ START/STOP
RED Ready
Crystal ., >
EXPERIMENT

mo_DBA4AgBiBrs8

LATTICE

Current cell {CSD: install)
8.2468(3) 8.1113(3) 9.6913(4)
92.044(3) 101.187(3) 90.390(3)
V = 635.49(4)

Constrained cel
8.2477(5) 8.1123(5) 9.6887(6)
92.034(5) 101.181(6) 90.381(5)
V = 635.49(7)

Symmetry
Laue class: 2/m P-lattice

PEAK TABLE
UB fit with 14195 obs out of 19632
(total:19632,skipped:0) (72.31%)

INSTRUMENT MODEL

X-ray wavelength: Mo
x-cen: 379.0986 y-cen: 509.7721
distance: 37.0310
beam: 0.0302

Data Collection

Data Reduction >

N R lcus
N Riga
\\\\ oxford diffraction

PRO,

ONCNCMOICICIOMCN M ENIOk = ICRvsALIS S
- OE » “mkFH & © 900 & C LB 2 & O nommm BN g

@ O Type here to search (0]



Data reduction
Press the option to start. This part can also be done automatically. Browse through the options and accept the defaults

B
RED Ready
Crystal ., a
Data Collection >
Data Reduction 2

E Data reduction with options

m Finalize

m Inspect data reduction results

N Rigalus
\\\ oxford diffraction
K|

Image list v @ C C O O O O RED ~ it;RYSALiSPlOSM

CEE 23 @ remame S0 B

L0 Type here to search



Integration on the indexed peaks starts. An .hkl file will be generated

ﬁ START/STOP

RED Background accumulation image 222 of run
1 (image 201 of run 1)...

Crystal ., >
Data Collection >
Data Reduction >
FRAMES / RUNS

In run list: 1523/7, used: 1523/7

3D PROFILE ANALYSIS (twin component #1)
Frames done: 151
Reflections tested: 1892, used: 992

3D INTEGRATION & FITTING

Frames done: 0

Fitted: 0, overflow: 0, hidden: 0
Outliers rejected: 0

DATA REDUCTION OPTIONS
3D profile fitting used

A Rigakus
NS iy
\\\\ oxford diffraction

PRO,

CCECD DDDO 0 OB @ CORG® 0O-0 0 O w o e
® @ . : ' ¢ ) @ O 541 PM
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Once finished menu is populated. Go for the twin analysis to review it and finalize the data.

('S mo_DBA4AgBiBr8 - CrysAlisPro - RED view: E:\frames\guest\DBA4AgBiBr8\Rigaku training\mo_DBA4AgBiBr8.par (40.71a 64-bit)

— X
ﬂ _ START/STOP
RED Ready
Crystal ., a
,%:?.»' Data Collection >
non
Data Reduction >
FRAMES / RUNS

In run list: 1523/7, used: 1523/7

3D PROFILE ANALYSIS (twin component #2)
Frames done: 1523

Reflections tested: 20691, used: 7344
Avg mosaicity (in degrees) - 7 run(s)
e1=0.85, e2=0.82, e3=0.65

3D INTEGRATION & FITTING

Frames done: 1523

Fitted: 47142, overflow: 393, hidden: 4193
Outliers rejected: 0

FINALIZATION OUTPUT HKL FILE
Filename: mo_DBA4AgBiBr8_twinl_hk1f4

SCALING | NUMERICAL ABSORPTION (SYM:1)
Empirical abs (e=4 0=3): min=0.66,max=1.43
Frame scales ( 2/scale): min=0.66,max=1.31
Friedel pairs treated as equivalent

TWIN ANALYSIS
Component Ratio Isolated Overlapped
1 0.78 15322 7821
2 0.22 15331 7821

DECOMPOSED TWIN DATA STATISTICS (<0.40 overlap)
Component Redundancy F2/sig(F2) Rint
1 2.2 2.

22.6 0.070
2 s 8.7 0.170
Overlap limit for HKLF4 export: 0.40
TWIN HKLF5 STATISTICS
Components Redundancy F2/sig(F2) Rint
1,2 2.2 17.2 0.083
SPACE GROUP DESCRIPTOR

Pl Group #: 1 (2 SG found)
Cell transformed, Laue changed

DATA REDUCTION OPTIONS
3D profile fitting used
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This is where you finalize data reduction to produce your files (corrected hkl and the instruction files)
Make all edits here (chemical formula, symmetry preferences, etc)

ﬂ ART/STOP

RED Ready
DC PROFFITRRP TWINM (1.1.3) *
Crystal >
in data finalization CRYsALIs™
Iy Data Collection >
rrpprof files for twin finalization Chemical formula Data Red UCtIO n a
- . AglBilBr8 N4 CBH28 Z=1.00
mo_DBA4AgBiBr3.rrptwin — - FRAMES | R].JN s
Component #1  mo_DBA4AgBIBra_twinLrrpprof mP 8.242 8108 9.688 5206 10L18 90.40 In run Tist: 1523/7, used: 1523/7
Component #2 mo_DBA4AgBIBra_twin2.rrpprof mP 8.248 8,112 9.699 92.06 10113 90.35 3D PROFILE ANALYSIS {twin component #2)
Lattice symmetry Frames done: 1523
Use Friedel Reflections te?;edé 20591), used: 73(4;
- Avg mosaicit in degrees) - 7 run(s
Laue dass: | 2jm (b-unique) ~| v matesas 9 o A
Twin finalization log file (from previous run): mo_DBA4AgBIErS. twinlog equivalent el=0.85, e2=0.82, e3=0.65
Corrections 3D INTEGRATION & FITTING
Twin decompesition scale3 abspack: scaling, uniformity, empirical abserption Frames done: 1523
. . - Fitted: 47142, overflow: 393, hidden: 4193
Overlap threshold for scaling & space-group determination: UL Edit threshold " Common scales for all twin components Outliers rejected: O
_ ) ; IV Use ABSPACK |
V' Ensure min completeness in HKLF4 file (for struct solution):  95.0% @ * Separate scales for al twin companents FINALIZATION OUTPUT HKL FILE
Numeric and spherical absorption correction FrlGIEs L TR A R e 15T
[ Apply absorption correction I apply SCALING | NUMERICAL ABSORPTION (SYM:-1)
Empirical abs (e=4 0=3): min=0.66,max=1.43
Frame scales ( 2/scale): min=0.66,max=1.31
TWIN ANALYSIS
Component Ratio Isolated Overlapped
Space-group and structure Filters and lattice extinction filters 1 0.77 15322 7821
T 2 0.23 13331 7821
" I Resolution
inati Options
e DECOMPOSED TWIN DATA STATISTICS (<0.40 overiap)
r T f* Mo filter ™ use filter for: Pattice Component Redundancy F2,.-’s1g(F2) Rint

1 3 5 0.086
m 0 active filters 0.218

l)ver'lap Timit FDr HELF4 expurt 0.40

Export options
Data items in =.hk files (HKLF4/HKLF5) HEL file options Merging (HKLF5 only) TWIN HKLF5 STA';IST‘:'ICS ! ( y
Use reflections from component 1 o Components Redundancy F2 519 F2) Rint
™ Beam path information (for absoprtion correction)/special formats: I only W Merge data using: 1,2 3.5 0.102
Output multi HKLF4 file ey
[ containing data from twin 1 and * the same laue dass [ SPACE GROUP DESCRIPTOR
| J twin: P-1 Group #: 2 (2 5G found)
v m m ™ " different Laue dass ’WI Cell transformed, Laue changed
iF Invert HKLs of twin: [~ Remove outiiers [ Skip singlesin overlap DATA REDUCTION OPTIONS
¥ Export CIF file I Add hid data to CIF (HKLF4 arly) Ay > | 3D profile fitting used
Qutput
+ sStandard set of files " Mo solution found [ Change output base name | mo_DBA4AGBIErS

Createfoverwrite mo_DBA4AGBIBrE files (hid, ins, cf_od...) in E:\frames\guest\DBA4AgBiBra \Rigaku training.
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Choose the correct dataset and finish

 START/STOP
RED Ready
Crystal ., >
ﬁ.‘j Data Collection >
Data Reduction >
FRAMES / RUNS

In run list: 1523/7, used: 1523/7

3D PROFILE ANALYSIS (twin component #2)
Frames done: 152

Reflections tested: 20691, used: 7344
Avg mosaicity (in degrees) - 7 run(s)
el=0.85, e2=0.82, e3=0.6

Select hkl file =] 3D INTEGRATION & FITTING

Frames done: 1523

Fitted: 47142, overflow: 393, hidden: 4193
Outliers rejected o

Select hkl file:

I File name l Created | Access ]

- FINALIZATION OUTPUT HKL FILE
\mo_DBA4AgBIBr8_twin1_hkIfd.hkl 07/12/2020 17:54 07/12/2020 17:54 Filename: mo_DBA4AgBiBr8_twinl_hk1f4
Ymo_DBA44gBIBIE_twin1_hkIS.hkl 07/12/2020 17:54 07/12/2020 17:54

SCALING | NUMERICAL ABSORPTION (SYM:-1)
Empirical abs (e=4 0=3): min=0.23,max=1.52
Frame scales ( 2/scale): min=0.56,max=1.36

TWIN ANALYSIS

Component Ratio Isolated Overlapped
1 0.78 15322 665
2 0.22 15331 7665

DECOMPOSED TWIN DATA STATISTICS (<0.40 overlap)
Component Redundancy FZ/sig(FZ) Rint
1 3.

0.065
8 8 3 0.151
g Overlap Timit fur HKLF4 export: 0.40
TWIN HKLF5 STATISTICS
Components Redundancy F2/sig(F2) Rint
1,2 3.5 138.8 0.072
SPACE GROUP DESCRIPTOR

P-1 Group #: 2 (2 SG found)
Cell transformed, Laue changed

DATA REDUCTION OPTIONS
3D profile fitting used
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Select the appropriate software for data solution and refinement
(Should appear on the left column as long as Jana2006, Olex2, etc. is already installed in C:\)

& mo _DBA4AgBiBr8 - CrysAlisPro - RED view: E:\frames\guest\DBA4AgBiBr8\Rigaku training\mo_DBA4AgBiBr8.par (40.71a 64-bit) i

%
j
RED Ready
Crystal ., >
Data Collection >
Data Reduction a8
FRAMES / RUNS

In run list: 1523/7, used: 1523/7

3D PROFILE ANALYS|S (twin component #2)
Frames done: 152

Reflections tested 20691, used: 7344
Avg mosaicity (in degrees) - 7 run(s)
el=0.85, e2=0.82, e3=0.65

3D INTEGRATION & FITTING

Frames done: 1523

Fitted: 47142, overflow: 393, hidden: 4193
Outliers rejected: 0O

FINALIZATION OUTPUT HKL FILE
Filename: mo_DBA4AgBiBr8_twinl_hk1f4

SCALING | NUMERICAL ABSORPTION (SYM:-1)
Empirical abs (e=4 0=3): min=0.23,max=1.52
Frame scales ( 2/scale): min=0.56,max=1.36

TWIN ANALYSIS
Component Ratio Isolated Overlapped
1 0.78 15322 7665
2 0.22 15331 7665

DECOMPOSED TWIN DATA STATISTICS (<0.40 overlap)
Component Redundancy F2/sig(FZ) Rint
1 3. 237 0.067
8 0.151
Over'la.p Timit fur HKLF4 export: 0.40

TWIN HKLF5 STATISTICS
Components Redundancy F2/sig(F2) Rint
152 3.5 138.8 0.072

SPACE GROUP DESCRIPTOR
P-1 Group #: 2 (2 SG found)
Cell transformed, Laue changed

DATA REDUCTION OPTIONS
3D profile fitting used
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