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Problems of the high-pressure single-crystal diffraction data

measured In diamond anvil cells with area-sensitive detectors

> Limited resolution insin 0/ A

> Overlap of reflections with powder rings
due to the gasket and backing plates

> Overlap of reflections with those due to
the diamonds

> Shadowed reflections by the diamond cell

> Diamond “dips”



|dentification of outliers

* On the basis of symmetry equivalent reflections

The more equivalent reflections there are to average, the easier to find the outliers

— the higher the redundancy the better

In the initial stages of data reduction, one can use “approximate” symmetry to find the outliers — Laue symmetry

 On the basis of the refinement

|:obs / |:calc pIOtS



Scaling of several datasets

Run 1 Run 2 Run 3 Run 4 Run etc.

Scale factor 1 Scale factor 2 Scale factor 3 Scale factor 4 Scale factor etc.

Intensities of the runs 2, 3, 4, ..., etc., have

All data to be multipled by certain scale factors to fit the
intensities of the run #1

Wrong reflection intensities introduce errors in the scale factors.

Any error in any of the scale factors influences all reflections in the data !!!
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Theta versus |I(i)-I(ave) | /sig{I(ave))

Quit

I(Min)

Edit atoms
Edit m40

Run refine

Rint{obs)/Rint{all) : 10.96/12.71 N{obs)/u(all): 144/318 Redundancy : 6.016 Culled{man)/Culled(auto): 0/0
R(obs)/R(all) : 10.94/34.69 Rw(obs)/Rw(all) : 10.48/11.63 GOF:3.220




Theta versus |I(i)-I{ave) | {sig(I{ave))
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Rint{obs)/Rint{all) : 10.96/12.71 N(obs)/N(all): 144/318
R(obs)/R(all) : 10.94/34.69

Rw(obs)/Rw(all} : 10.48/11.63

Redundancy : 6.016 Culled{man)/Culled(auto): 0/0
GOF : 3.220
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Theta versus |I{i)-I{ave)| /sig(I{ave))

Quit

I(Min)

Average report
Edit atoms
Edit m40

Run refing

Rint{obs)/Rint(all) : 10.96/12.71 N(obs)/n(all): 144/318 Redundancy : 6.016 Culled{man)/Culled(auto) : 0/0
R{obs)/R(all) : 10.94/34.69 Rw(obs)/Rw(all) : 10.48/11.63 GOF:3.220




Theta versus | I(i)-I{ave) | fsig{I{ave))

Define/Modify culling flags

Unaull

Rint{obs)/Rint(all) : 10.96/12.71 N{obs)/u(all): 144/318

R{obs)/R(all) : 10.94/34.66

Rw(obs)/Rw(all): 10.48/11.63

Redundancy : 6.016 Culled{man)/Culled(auto): 0/0

GOF : 3.220
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Theta versus |I(i)-I{ave)| /sig(I(ave))

Quit
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Rint{obs)/Rint{all) : 10.49/12.25 N(obs)/N(all) : 144/318 Redundancy : 6.016 Culled{man)/Culled(auto): 1/0
R{obs)/R(all} : 10.80/34.53 Rw(obs)/Rw(all) : 10.29/11.46 GOF:3.180
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Rint{obs)/Rint{all) : 10.49/12.25 N{obs)/u(all): 144/318 Redundancy : 6.016 Culled{man)/Culled(auto): 1/0
R{obs)/R(all): 10.80/34.53 Rw(obs)/Rw(all}: 10.29/11.46 GOF:3.180
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F(obs) versus F{calc)

Quit

Edit atoms

Edit m40 file

Run Fourier
Fourier nds

Run Contour

et culled

Options

Rint{obs)/Rint{all) : 9.34/11.16 N{obs)/N(all): 143/317 Redundancy : 6.016 Culled{man)/Culled(auto): 4/0
R{obs)/R(all) : 6.28/21.61 Rw(obs)/Rw(all) : 5.64/6.69 GOF : 1.840
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Rint{obs)/Rint(all) : 9.34/11.16 N{obs)/u(all) : 143/317 Redundancy : 6.016 Culled{man)/Culled(auto): 4/0
R{obs)/R(all}) : 6.28/21.61 Rw(obs)/Rw(all) : 5.64/6.69 GOF : 1.840
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F(obs) versus F{calc)

Quit

Edit atoms
Edit m40 file

Run refine

Run Fourier
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Rint{obs)/Rint(all) : 9.34/11.16 N(obs)/n{all) : 143/317 Redundancy : 6.016 Culled(man)/Culled{auto) : 4/0
R{obs)/R(all) : 6.28/21.61 Rw(obs)/Rw(all) : 5.64/6.69 GOF : 1.840
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