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1. Obwmnn Bna andpakTorpamMmmel.

2400 Andpaxkrorpamma: I,,(26)
2000 1,

20 nmn/cek
1600 20 64.48

20.03 58.92
20.06 86.71

800 20.09 54.47
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MHTEeHCUBHOCTL, UMn/cek

2414 638.69
2417 738.74
24.2 705.39

20.0 24.0 28.0 32.0

OnpeneseHne MoJ0KEHUS 1 HHTEHCUBHOCTH 24.23 511.4
24.26 361.31

AU(dPpaKIMOHHBIX MAKCUMYMOB (pediiekcoB) —

KJIIOY K (pa30BOMY aHaW3y, UHAUIUPOBAHUIO, TTOAO0PY 53 3113

CTPYKTYPHOU MOJIEJIH U T.]I.



1.1 ®opmaTbl ANPPAKUMNOHHbBIX AaHHbIX. KOHBEpTUPOBaHME AAaHHbIX

TekcTtoBble (ASCII)

dopMaTbl AaHHbIX
P N [BounyHble (binary)
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— g CraHpapTtHoe MO Ans

el i@ mio KOHBepTauun ¢popMaToB:
- Xfit
- Powder4

- Powdll...
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b b ke ke ok ke ok ek ek ke ek

o e e e

[y

File[s] to Convert

File Type : |ASCIl 2theta) ~] [
Output file details Output Parameters
.  Pe— Convert whole file (s) W
File Type : | Sietronics CPI L.I I_____
Start Angle
Extension : |.cpi v
End Angle : |

Ensure unique filename : v Suffix: |b
Count Time: | 1,00

Directory :  F:\max\work\Thermo'Red_slams-me

_ Change Directory | A Co =
Wavelength : _}
Date of output file Alpha-2 stripped : 5

(¢ Date of input file
" Today's date

Do That Convert Thang !! Exit

Alpha-2ratio: | 050000




1.2 AndpakuMoHHbIN MakCUMyM (pedJiekc).

35 -

30

N N
o (34}

I, nmii./cex
T

10 -

______________________________________________________

26.8

26.9

ize 271 27I.2 26 2'}.3

Kak onpeaennTtb BCe 3TU
napaMeTpbl C BbICOKOM
TOYHOCTbIO?

OcHOBHbIe NapaMeTpbl
pednekca:

1) MonoxkeHue 206;

2) A6conroTHaa UHTEHCUBHOCTb I,
3) UHTerpanbHass MHTEHCUBHOCTb I;,;
4) NMonywupuHa FWHM (vnun H)

NMono>xeHune pednekca -
noJioXKeHme ero HeHTpa
TXXecTu!

26, #26(1 )

2 gmax

j\(ze)xzexd(ze)
29 — 26’min

| [120)xd(20)

2‘gmin




2. [NpodunnbHbIN aHaNn3

!
5000 \ Andpakrorpamma: I,,(20)

4000 \

NpodunabHbIA aHANN3S:

Itheor(z‘g): B(H)"' Z Pi(z‘gi’ Ii’ Hi ’2‘9)

3000 _
2000 _

|
|

1000

] J/\w " Lienb yTouHeHus:
L S

29.000 30.000 31.000 32.000 33.000 34.000

k=N

. k k 2

MMM&JJ\/LV-‘—‘%- VA mln ® — : :Wk (IeXp o Itheor)
k=1

W, :]/Iexp 'k —HOMep ToukM

MpoduUnbHbIN aHaNMN3 —

onpeaeneHne YTO4YHAEeMble NnapaMeTpbl:
MONOXEHNA U
MHTEHCUBHOCTEN e ®dyHkuuna ¢poHa B(26) — nosiIMHOM
INPPaKLUNOHHBIX MAKCUMMYMOB * Bna npocdmnbHol dyHkunn P(26-26;, H, I)
(pednekcos) e MonoxkeHmne 26, aona kaxxaoro pednekca i

e MonywmpuHa FWHM,; pna kaxpaoro pednekca i
e MHTeHcuBHOCTDb I, aonsa kaxxaoro pednekca i



2.1 NMpodunbHbIN aHann3. ®opMa pedsiekca.

Relative intensity, Y (arb. units)

1907 dopma pedsiekca MOXKeT 6bITb OnNMcaHa CTporo:

PSF (20)=Q(20)® A(260)® ¥(26)+ B(20)

rae:

80 -

60 -

Yobs' Ycalc
40 -

e PSF - Peak Shape Function

_ e B(20) — dpyHKUMA PpoOHa

T \ — R e O(20) — UHCcTpyMeHTanbHaa (PyHKLUUSA

01 SAARLAMAASAL AL N AL o A(20) — CRIEKTP MCTOYHMKA (Hanpumep Ko, ,)
“o w2 e wme  ms a0 e P(20) — DYHKUMA o6pasua

Bragg angle, 20 {deg.)

20 4

O6bIYHO ANS UCKTIOYEHUS NMPOoLEeaypbl CBEPTKU UCMONb3YIOT
annpoKCUMUPYOLLNE aHannTnYeckme dyHKUNNn:

e PyHkUuMA Naycca

e PyHKUMA JlopeHua

o dyHkUuna BouTta (ncesno-Bour)
e PyHKUMA NupcoHa



2.2 AnnpokcuMupyrowme pyHKUumn,

O6bI4HO NpodunbHblie PYHKUMN HOPMUPOBaAHbI Ha 1, Toraa:

P(1.,H,,26,,20)= . P(Hi,x),x:M: [P(H, x)dx=1, [R(H;,x)dx=1,
OTCcroAa MHTEHCUBHOCTb pediekca = |I1nou.|ap_|oli pednekca. -
BasoBble anmnpokcMMupytowme dyHKUMA! ] iz

9 -
H=H,
linl(L) =Iim‘(G)

| ®yHkuma Maycca

i

OyHKuUuuna laycca:
CG
JrH

dyHKuMa JlopeHua: _ eSS —

C¥? 1 21
L(X)ZEL(1+CLX2) C, =4 .

(<] ~ (-]
1

/cex

G (X) — eXp(— CG X2 ), CG =4 |n ? ®yHKuus NopeHua

(3]
1

I, nmn
=N

w

26.7 26.8 26.9 26 271 27.2 26 27.3
i

«XBOCTbI» L(X) HAMHOro «annHHee»!



2.2 AnnpokcuMupyrowme pyHKUumn,

3avyacTtyro Heo6xXxoa4MMO UCMNOJZIb30BaTb NMPOMEXYTOUYHbIE (PYHKLUMN:

dyHkumna Bomnta (ncesgo-BouT, PV):
PV (x)=7G(x)+(@-7)L(x),n =0-1

OyHkuna lNupcoHa (Pearson VII):

_ F(:B) ng AW
P00 = 52 5 o, t+c.x?)”,

C, =4(2" -1) f=1-o

[Tpn 3TOM:
PVII (x) = L(x), 8 =1
PVII (x) = G(X), 8 — «

10

I, imn./cex
o - N w » [3,] (-] ~ (-] ©o

N
o
3

-
o
Il

I, nmr1./cex
o — N w » [3,] (-2} ~ (-] ©w

26.7

G(x)

rd

. _PV(x),n=0.5

T T T T T —
26.8 26.9 29 271 27.2 26 27.3
i

26.8 26.9 29 271 27.2 29 27.3
i



2.2 AnnpokcuMupyrowme pyHKUumn,

Pednekcbl 06bIvHO acuMMeTpuuHbl (Ao ~ 30°20):

MpocTenwnin MeToq yyeta aCMMMETpUN:

P —Px|l-g XX‘X‘ NN HECKONbKO 6osee croxHbin meton FCJ
asym tan@ (Finger-Cox-Jephcoat)

Split-PVII(x): yyeTr acuMmMmeTpumn pednekca:

10 1
Onsa npaBou n neBon Yyacten nUkKa

9 - T y
oTAEesNIbHO YTOYHAIOTCA: | Split-PVii(x)
8 - | :
Hiert M Hiight OG6bIYHO: | PVil(x)
7- nd
Beit M Brignt Hiett > Hrignts Bett < Brignt 61 |

[_[Iq/i’ B left

___________________________________

right Brig/z!

I, nmr./cex
(3,]

H
1

YTouHeHue acummeTpum (Split-PVIl)
BO3MOXHO U Heobxoanmo
Ans cunbHbIX pednekcoB ¢ 20 < 30°

26.7 26.8 26.9 29 271 27.2 29 27.3



2.2 AnnpokcuMupyrowme pyHKUumn,

NMpu paboTte c NOIMXpPOMATUUECKUM U3nydyeHneMm npodunibHas pyHKLMUA YCII0OXKHAETCA:
P(1,,H,,26,26) =1, x(P(H,, x**)+0.498P(H,, x*?)) Ka, / Ky, =0.498

NMpun 3TOM NosioXkeHus pedneKcoB CBA3aHbl APYr C APYroM:

sind,, A, 15406A

: = =0.9976
sinéd_, A, 1.5443A
10 -
O6bI4YHO B NporpaMMmax ans o{ Hy,=Hy, 3
npocduabHOro aHasin3a nMmeerTcs 81 Pr= Pro(PVID

| Mo =PV
BO3MOXXHOCTb YTOUHEHUS AN 71 M= Nww(PV)

MNOJINXPOMATUUYECKOIro U3flyuyeHus
(Hanpumep, onuusa Fit Ko, B
WinXPow)

1, umr./cex
[(3,]

26.7 26.8 26.9 ! ! 272 27.3

'20,.,'20,., 20



2.2 AnnpokcuMupyrowme pyHKUumn,

Apyrasa BO3MOXXHOCTb: “o,-stripping”
MaTeMaTu4yecKkoe «yaasieHue BTOporo nmka»

=
@
[
36.0 LaB6 instrumental reference (Range 1) ;g
{Range 1) o
2.0
8.0
energy / eV
= 240
g A0 pr——— T T T T T T
£ 200 18000 Si standard 4
: 15000 = 3
% c ]
& S 12000 Fin 3
12.0 J A S o ]
< 9000 oo | 3
8.0 A . Jh - J > - | “ghost peaks” ]
= 6000 F 3
%) - E
] L - | L < F Ladell/Dong ]
4.0 J ; i 4 J ‘= 3000 F b oo .
B F Rachinger
0.0 0
68.0 0 76.0 80.0 84.0 88.0  2Theta C
000 Lo b U b b b b
272 275 27.8 28.1 284 287 29.0 293 29.6
20 (degrees)




2.2 AnnpokcuMupyrowme pyHKUumn,

NMonywupuHbl pednekcoB U NnapaMeTpbl, CBA3aHHble ¢ PopMOn MOryT
YTOUYHATbLCHA B BUae yrjioBom 3aBUCMMOCTMH:

3aBNCUMOCTb KanboTTu

He =VW +V tan 9 +U tan? 6 |
y =0.0011x" + 0.0882x + 0.1877
LX 0.40 -
H, = +LY tand
COSH N 0.35
Onsa gyHkuum PV: % 0.301 .
2
1 =1 +771(29)+772 (29) o
ana dyHkumm PVII: 0.15 : : . . :
B 5 0 0.5 1 1.5 2 2.5 tand 3
Hoyy = \/W +Vitang+Utan" ¢ O6bI4YHO NpK Ucnonb3oBaHnm PV
NPUHUMAIOT:
ﬂ:ﬂo_l_ﬂ%@_i_ﬂz(zg)z H:f(HG’HL)
n="Ff(Hs H)

B WinXPow - H ytouyHsieTcs no KanboTtTtyn ansa rpynnbl pegnekcos (Mnu
oTAeNnbHO ANSA KaXkaoro pednekca), n yrouHsiercsa 6e3s yrnosoun
3aBMCUMOCTM ANA rpynnbl pedsekcos.



2.3 YTOo4YHeHne oHa

2500

[l PoH O6b|‘-IHO YTOYHAKOT B BUAE
2000 ‘

rnagkoro rnmoJimHoMa crerneHm n
1500

BapnaHTbl NOIMHOMUANBHBLIX (QYHKLWA:

1000 extra T~ _ o H
Sbckg )

500

e O6bIYHbIA NOJIMHOM
(ap+a tano +...)

0 |
3 13 23 33 a3 53 e NMonnHoMbl YebbiweBa

Kak onpeaenuTb e NMonnHoMbl JlexxaHapa

HeobxoanMoCTb/ e Cos-GSAS noJIMHOMBbI
?
AOCTAaTOYHOCTb CTEerneHun N « BCe OHM XOpOoLWM (0CO6EHHO
1. ®oHOBasA KpMBasi He ONUCbIBaeT ANA npocrtoro ¢oHa).
pednekcol ©
2. Bce ko3(pPpumumeHTbl, KpoMe :
nocnepHero, > 3s. B WinXPow — nonnHOMBbI

3. MNocneaHwuii, oueBMAHO, NPU 3TOM HebblweBa 1 NpocCTble
JINLLHUMN. cTeneHHble. Yucno

KoadppunueHtos 1 - 10.



2.4 HennHenHoin MHK.

N — yncno Touek Ha aucdpaKTorpamme

) ot (B) oIt (k)
1> (B,k,P...)=1lg, o AB+ = Ak 1L, — 1. (B.k,...)
1> (B,k,P...)=12 ol;,(8) . a1 (k) s 1
calc ¥ 0! p —e _ " AB4+— “AKk+..=12 —1 B,K,...
! >'~ OB ok exp calc( )
1IN (B,k,P...)=1" oM (B oM (k
e )= Lo .5 )AB+—°a'°( )Ak+...:|eNXp—|Cﬁlc(B,k,...)

— oB ok
PacyeT npupaLLeHuii: m \

—1
Ax = (ATWA T (ATWy ) A Ax y
3aaaya AMHeapu3yeTcs, HO
HoBble 3HaueHNsa A, Yy 3a4acTyro HectabunbHa n3-3a
Koppenauymn!

NHble MeToabl peweHnsa BapmaumoHHon 3aaaumn (Genesis, Maximal Enthropy) -
HOpManbHasa NpakTukKa B NPpoPuIbLHOM aHanumnse



2.5 Kputepumn Kkayecrtsa aHanm3sa

5000

4000 |

3000

2000 _

1000

0

L AN S

Kputepumn KauyecrtBa

Z‘Imeop - Iakcn
—
Ry = |
Z 9KCN
i

29.000 30.000 31.000

_ )]
: Zwi (Imeop o Iakcn)
32.000 33.000 34.000 FQ —_ i

X,

Zwi(lmeop o |97<cn)2
2 _

Ve

Hannydwasa oueHkKa KayecTBa YTOYHEHMUS n-p

— MO BMAY pa3HOCTHOU AndpaKTorpamMmmsbi!

(n — 4yncno Touek, p -
YMCNO YTOUHSAEMbIX
napameTpoB)

[Ona KayecTtBeHHOW peHTreHorpaMmbl Rp ~1 -3 %, 2 =0.8 -2



2.6 HekoTopble npakTnyeckne acnekThbl.

. OnTMManbHbIA BbI6GOP NPOOUNBHBIN PYHKLUUN 3aBUCUT OT TUNA
andpakTomeTpa.

O6bIuHbIN BbI6OP: PV nnn PVIII ana cunbHbiX pednekcos, L ana cnabbix.
. NMpn HecTabunNbHOCTU 3agaumn:

YMeHblanTe 0651acTb YTOUHEHUS.

Mo ouepean puUKCUpynTe rnepemMeHHble

PaszbuBante pednekcbl Ha rpynnol

YTOUYHANTE NOSYLWUPUHY C YII0BOM 3aBUCUMOCTbLIO (aKKypaTHO!)
MpoBepbTe POH!

. He Bcerpa, HO 4acTo — NpaBuJibHOE YUCNO0 pedrsieKCOB B LULMPOKOM
MaKCMMyMe = Jly4luas cXoAuMOCTb

. ACMMMeTpMIO Ha NepBbiX 3Tanax He YTOYHAUTE.

. Jlyywinn KkpuTepmii KadyecTtBa aHasim3a — pa3HOCTHas

anddpakrTorpamMmma.



2.6 HekoTopble npakTnyeckne acnekThbl.

PesynbTtaT npodunbHoro aHanmsa (dpann *.pft B8 WinXPow)

! D 2Theta I(rel) I (abs) I(int) FWHM H K L
14.248472 6.1981 3.04 33 7.68 0.1781 0 1 0
9.814859 9.0027 6.16 66 14.78 0.1694 1 0 0
9.587812 9.2164 2.66 28 6.36 0.1688 1 1 0
7.140107 12.3866 4.38 477 9.89 0.1596 -1 1 0
5.121028 17.3024 24.07 258 50.16 0.1472 -1 -1 1
4.758203 18.6331 25.94 278 52.98 0.1443 0 1 1
3.736901 23.7913 68.18 729 130.34 0.1350 0 -3 1

. MeXnnNoCKOCTHOE pacCTosHue

. Yron 260

. OTHOCHUTEeNbHast MHTEHCUBHOCTL (%)

ABCOMIOTHAsA MHTEHCMBHOCTL (B MakcMMyMe, 3a Bbl4eTOM (POHA)
NHTerpanbHass MIHTEHCUBHOCTb

[MonywwupunHa

N UAWN e

NHaoekcobl h,k,| — nocne nugnumpoBaHusa ©



[lpnmep 1: komnnekc STOE WinXPow

v FIT - User :  File: C:\data\chizhov\thermoMtmp\VNIGNI-Pipeline\STOEM.UN-A-Chaivo-Suspension-LONG. raw

=3

STOE WinXPOW U ~ File Parameter Operations View Options Help
v in ser :
D|E| & (Rl e si| s/ L|N[N| 2
User Diffract.l Diffract.z RawData Cell Phase gnalysis  Extras Help li_li | r J ‘ | | | J
) 2800
Licensed to
STOE Win XPOW 5 5 2400
Version 1.04 Moscow State University
Department of Chemistry
2000
&
User Narme R
| 1200
Diractory
| 300
; 400
0.0
For Help, press F1 -
400
o0
-40.0
S " — — 100 200 20.0 40.0 S0.0 G600 TO.0 20.0 2Theta
Background/ Overall'Parameters ;
Chi**z convergend after 18 cycles Cycle 18 Chiz=2.041 Lambda= 1e+002 R=14.8% nPar=27 Npts=4051 T= 0.3s
. (% Tschebychev ” —
5 Max order Function: - Pt erias Edit Peaks =
0. order 1. order 2. order 3.order 4. order '?‘995"52‘35 Fnﬁg_;\‘& 51'0“9
[-1487.64  |274612  |184338  |102398  |-325.084 I ' : Replace Profile Function " Pearson (% PseudoVoigt ¥ Halfwidth as Function
W m G m e m e m T I Fixed I Fixed I Fized IntFactor  Zeroshift Profile Param. W y U
TR ¥ 0. Vo1 Insert |1 i |0.530653 {007 [-0.04 [0.03
5. order 6. order 7. order 8. order 9. order 2 Voo v o1l ¥ Fi ¥ Fi I~ Fi [~ Fived © Fixed [V Fixed
I 5 = o 5 v Fized v Fixed Fixed
-95.0128 . Delete
§ 4 36.274 ¥ 114.34( 562.4) ¥V 0.0413 vV 1 —] Normalize: Normalize Normalize
I Fixed [T Fis = Fis IS B 5 47.028 V  1998.28( 09828.6) V  0.0403 ¥ 1
6 55.779 V 584.46( 2874.7) V  0.0395 V 1 Fix Peak 1 (6] 1.0000F 0.0000F Pyoigt 05307V 0.0700Y -0.0400 F  0.0300F
Fix all Free all
_—‘-_] _‘_] Free Peak
r Set Group
Edit Group
V' Use Asymmetry Steps HAL _l
@ (HL+S/L)/2 |50 |0.0225 |
‘ GoT
O HAL, SAL W Fived [V Fis L‘
Replace I Insert I | Fix Group | Free Group
Firal | Fical | Firall | | oK |
0K Cancel
‘ 2l l Free all J Free all ‘ Free all I f I Cancel | g I Eaee l




[Mpmep 2: nporpamma Xfit

[Mo3BoNSET AenaTb 3KCMPECC-OLEHKY
MWUKPOCTPYKTYPHbIX NapaMeTpoB

FA|%-ray Line Profile Anal 3 Details ] _ (O
=12 x|

[5a] File Edit Fit Koalariet
2 e e L2

Assign LaM fo

Area, 411 Pk

Two Theta, &l

Fundamental P
Uze

Codes
Constraints

Errors

+Pzendo Voigt

NpodubHOM OYHKL,

Ao

Iz/Del Peaks

Capture
Manipulate =
Manipulate y

+5plit Pearson WII J
-

Bbi6op
(FP =

napameTpbl)

qﬂ///,/

dyHOaMeHTanbHblEe

Ir

Options

Create TxT Report

Change Selections To

EA|¥-ray Line Profile Analysis, XFIT - [y203.dat]

Eile Edit Fit Koalariet Wiew Window Help

£l <>|d>| v

+ Peak Edit Dptions x|

Area Use

Code
Cry. Size Carstr,
Strain

Change all in this view
Change all in all vigws

File Peak Area Thz /r.ﬁize Strair\
v203. dat FP 344.5000 | 101,751 500000 .
FP 36l.z000 | |1o2.99 500000 0.
FP 271.4000  |104.z141  |sooooo
FF 343.3000  |105.48lo  |sooooo
FF zsl.o000 0 |ioe.7z 500000
FF a08.0000 109, zas 500000

[ #[108GE4, 110.000) 153, 3721]

Ins/Del Peaks
File Dretailz
Capture

td anipulate »
M anipulate v

Juin

http://www.ccpl14.ac.uk/tutorial/xfit-95/xfit.htm

%[100.784, 110.000] »[153, 3721)



Conclusion + a piece of advice

Camoe BaxHoe B NnpodPmnibHOM aHa/In3e — NPaKTUYECKUN OnbIT.

vun STOE WinXPOW  User :
User Diffract.1 Diffract.z RawData Cel Phase Analysis  Extras Help

Licensed to

STOE Win XPOW
Version 1.04 Moscow State University

Department of Chemistry

| zer Mame

Directary

von FIT - User :  File: C:\data\chizhovithermoMmp\WNIGNI-Pipeline\STOEM.UN-A-Chaivo-Suspension-LONG. raw

File Parameter Operations Yiew Options Help

D|Z(ES| (=l e si| s|LIN|N| 2]

For Help, press F1

2800 4

2000 4

1600 4

Intensity

1200

400 4

0.0

a0n -
400 4
oo
-40.0 4

100 200 20.0 40.0 S0.0 G600 T00 20.0 2Theta

Chi**z convergend after 18 cydes Cycle 18 Chiz= 2.041 Lambda= 1e+002 R= 14.6% nPar=27 MNpts=4051 T= 0.3s




