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Cimetidine:
Structure




Cimetidine:
exp file

Fstruct cime

%ok cimetidine —-- Svynchrotron data
$init

Fdata

range &S.01 54.99 0.01

pattern cime.pow

cont =2 4 o 40 n 24 h 64

wavwe 1.52904

cell 10.6986 185.83181 6.8246 Q0. 000 111.254 Q0. 000
space p 21/n

Sync

double

Fextraction

Fcontinue



Cimetidine:
Data file

Ba3 a1 035 Fl8 Ba0 B33 B4 5 Bl3 70 B3
620 BE1 640 G254 G245 B35 Bl5 580 576 595
o0 820 005 B40 Bl3 578 256 a7l o0 552
5975 580 556 519 547 538 566 580 576 561
519 510 556 566 492 565 a38 SNR 242 5249
547 552 54 2 538 561 442 4 88 488 510 475
497 224 247 252 492 4 84 alo 497 2l 462
510 488 524 488 497 510 515 488 533 538
229 280 233 224 G20 B33 B30 Fa6 778 =N
G54 973 1043 G4 2 GBE1 555 529 462 440 436
424 428 445 412 412 462 457 412 432 462
424 416 445 392 432 424 441 420 436 388
408 408 412 404 396 4471 412 404 400 s88
416 388 388 416 416 376 436 396 412 334
a4 400 380 388 400 368 333 384 ER=1s 393
376 a6l 368 340 340 368 372 376 . 368
342 338 380 342 327 364 338 376 =49 338
345 ELaF 368 302 372 368 338 372 334 334
320 327 337 364 324 333 357 338 =6l =6l

a6 ER EE 342 320 361 364 327 240 206



Liggg T, 8506:
Structure

I. E. Grey, L. M. D. Cranswick, C. Li, L. A. Bursill, and J. L. Peng, J. Solid State Chem., 1998, 138, 74.



LigggT15806:
exp file

Ystruct liti

%jokbh Lithium Titanate - Ian Grevy, st al.
Yinit

Fdata

range 10,000 150.000 0.0z2Z5

pattern liti.pow

cont  Ti 6 0O 1z Li A

wave 1.54056

cell 14.0956 Z2.9524 4.58917 90.000 92.171a6 S0.000
Space o 2/ m

alpha

Yextraction

Ycontinue



Li0.98Ti2.8806
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Li0.98Ti2.8806
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|Flunning |
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I—i0.98Ti2.88O6

'-EE SIRPOYW. 97: Lithium Titanate - lan Grey, et al.

Wilson Plot

At 10:48:32 E

imsariants
phase
fourier
menu

end

Thermal factor (B)= 0.516

Running




Li0.98Ti2.8806

’-EE SIRPOYW. 97: Lithium Titanate - lan Grey, et al.

At 10:50:50  EXPO runs on: liti

imariants Pseudotransl. effects are present: FSP = 16 %

phase Use this information in Extra
fourier ®
menu

end

Running




Li0.98Ti2.8806

‘“o SIRPOMS.97: Lithium Titanate - lan Grey, et al.

At 10:55:38 EXPO runs on: liti

fourier
menu
end

| Assign phases to reflexions

|Flunning |




Li0.98Ti2.88O6
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Li0.98Ti2.88O6

Translate
Select

YiewPlane

Geometry
Modify
Restart

Hard Copy
Contour

PlotStyle

Running




exp file

Fatruct liti
%¥Jokb Lithium Titanate - Ian Grey, et al.
zinit

Zdata
range 10.000 74,5300 0,025

pattern liti.pow

cont Ti T 1z Li 2

wave 1.54056

cell 14.0956 2.9524 4.,58917 S0.000 92,1716 20.000
space © Z2/m

alpha

Fextraction

Fcontinue
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’j'::"'ﬂ SIRPOMY. 97: Lithium Titanate - lan Grey, et al.

Wilson Plot

At 13:54:16

imvariants
phase
fourier
menu

end

Thermal factor (B) = -1.776

|Flunning




At 13:49:20  EXPO runs on: liti

imrariants Pseudotransl. effects are present: FSP = 16 % I

phase Use this information in Extra
fourier @
menu

end

|Flunning




PlotStyle
Rotate

|Running |







Li,ogT1, 4504 — decrease B factor:
exp file

T3truct liti

ok Lithiwm Titanate - Ian Grey, et al.
T1ilnit

zdata

range 10.000 150,000 0,025

pattern liti.pow

cont Ti B O 12 Li 2

wave 1.54056

cell 14.0956 2.9524 4.3917 90.000 92.17%1ae 20.000
space o Z/m

alpha

TexXxtraction

Tnormal

bhfactor 0.4

Zoontinue



LiyogT1, g30¢ — decrease B factor

ptiuns I Info I £0om I Settings

|Press " Range deg. " to modify two theta range or "Continue™ to go on
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Liyog 1, gs0¢ — decrease B factor

Options I Info I £00m I Settings

| |Press "Intervals™ to modify predefined intervals or “Continue™ to go on

—w 3 L‘I-'JJ (i bt 4 " e ....-_L_.-J. Plaalr! e e Tle o P, — ua...-. k] T Ly
L T L 1 R L IRE LT BT L0 DO

AL
30 40 50 60 70 a0 90 100 110 120 130 140 150

ol -

e e s




Liyog 11, gs0¢ — decrease B factor

Exit Continue Options Backgruundl Info I £00m I Settings I
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Liyqg 115 450 — decrease B factor
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Liyog 1, 850, — decrease B factor

At 14: 43:48  EXPO runs on: liti

imsariants Pseudotransl. effects are present: FSP = 16 % I

phase Use this information in Extra
fourier ®
menu

|Flunning




Li,qg 15 450 — decrease B factor
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Liyog 1, gs0¢ — decrease B factor




Liyog 1, gs0¢ — decrease B factor

- CEX

Click to finish !




|C;H-NH,][AIF((HO)O,PC,H,PO,)]:
Structure

H. G. Harvey, S. J. Teat, C. C. Tang, L. M. Cranswick and M. P. Attfield, Inorg. Chem., 2003, 42, 2428.



|C;H-NH,][AIF(HO)O,PC,H,PO,)]:
.exp file

frstruct hogh70s

%ok hgh70=s short data

¥init

*data

range 6.5000 g0.000 0.01
pattern Vlz.pow

cont Al 4 P g F 4 0O 24 24 N 4
wmave 1.299905

cell 6.29061 S.2042 19.6604 20.000 20,000 290,000
space p 21 21 21

Synchrotron

extraction
Loontinue



|C.H-NH;][AIF((HO)O,PC,H,PO,)]
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|C.H-NH;][AIF((HO)O,PC,H,PO,)]
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|C,H-NH,][AIF((HO)O,PC,H,PO,)]
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|C.H-NH;][AIF((HO)O,PC,H,PO,)]
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|C.H-NH;][AIF((HO)O,PC,H,PO,)]

| ‘56 SIRPOW.97: hgh70s short data




|C,H-NH,][AIF((HO)O,PC,H,PO,)]

At 14:38: 3 EXPO runs on: hgh70s

imsariants Pseudotransl. effects are present: F5P =14 % I

phase Use this information in Extra
fourier ®
menu

|Flunning




|C.H-NH;][AIF((HO)O,PC,H,PO,)]
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|C,H-NH,][AIF((HO)O,PC,H,PO,)]




|C.H-NH;][AIF((HO)O,PC,H,PO,)]
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|C,H-NH,][AIF((HO)O,PC,H,PO,)]

e CEX

Hunning




|C;H-NH,][AIF((HO)O,PC,H,PO,)]:
No Fourier recycling .exp file

fatruct hgh7Vo=s

27Job hgh70s short data

Yinit

tdata

range 6.5000 S0o.000 0.01

pattern Y0Os.pow

cont Al 4 F g F 4 0 294 C 24 N 4
wave 1.299905

cell 6.29061 g.2a049 12.6604 S0.000 20.000 S0.000
Space p 21 21 21

avynchrotron

Yextraction

fnormal

Yinvariants

:phase
fourier
set 1
recyc 0O
Ycontinue




|C.H-NH,][AIF((HO)O,PC,H,PO,)]:
No Fourier recycling




|C.H-NH,][AIF((HO)O,PC,H,PO,)]:
No Fourier recycling




|C.H-NH,][AIF((HO)O,PC,H,PO,)]:
No Fourier recycling

e A




|C.H-NH,][AIF((HO)O,PC,H,PO,)]:
No Fourier recycling




|C;H-NH,][AIF((HO)O,PC,H,PO,)]:
e Ball fit using GSAS
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|C;H-NH,][AIF((HO)O,PC,H,PO,)]:
External Extraction hkl file

] | o 020 a71229.
] 1 1 0653 151954,
1 | 1 06s 120523 .
a 1 p 083 4z9.
1 a 2 083 a.
1 1 a 063 a.
a 1 3 080 81501,
1 1 1 069 9357,
a a 4 105 35472,
1 | 3 020 269052 .
1 1 a 083 137370,
] 1 4 083 27351 .
1 1 3 080 466,
a P a L0063 8530.
1 a 4 088 a.
a 2 1 065 a.
a 2 2 L0786 20164,
1 1 4 085 la04a.
] 1 5 105 39458,
1 P a L0683 S27715.
] P 3 . 080 120025,
1 p 1 06s3 27607 .
1 a 5 105 3TEQ5.,
a a a 063 759254,
a a 1 065 373,
a a & 113 23530,



|C;H-NH,][AIF((HO)O,PC,H,PO,)]:
External Extraction .exp file

Fwindow

Fetruct hgh7os

2initc

$jokb hghV0z short data

sdata

wavelength 1.2933905

cell 6.9061 g.2049 19.6604 20.000 90,000 20.000
space P 21 21 21

|ref2 Tozgsa.fou |

content Al 14 P g F 3 0 24 24 N 4

Lnormal
Loontinue




|C.H-NH,][AIF((HO)O,PC,H,PO,)]:
External Extraction

56 SIRPOW. 97: hgh#0s short data




|C.H-NH,][AIF((HO)O,PC,H,PO,)]:
External Extraction
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|C.H-NH,][AIF((HO)O,PC,H,PO,)]:
External Extraction




Summary

« Adjust emphasis of high angle data
» Cut data range
» Varying overall thermal factor

* Look at starting (un-recycled) solution
* Intensity extraction

e Other:
» Increase number of reflection used in phasing
» Look at other trial solutions with similar CFOM
» Other strategies used in direct methods
» http://lwww.ba.cnr.it/IRMEC/SirWare.html



