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6 1 07-1 09-1 16-2 1 -
a 07-6
b RINT2200 RINT-2000 RINT-2500VHF/PC RINT-2500/PC RINT2100 RINT2400
c
1) (
)
2) Cu Cu Cr Cu Cu Cu Cu
3) A% (VY 40kv 40kV 40kv 2 Vv
mA 30mA 250mA 300mA 300mA mA 200mA
) ( ( ( ( ( (
Vv
5) (mm) 185 185 185 185 185 185 185
6) RS(mm) 1 1/2 1 05 1 1 1
7) RS(mm) 0.15 0.15 0.15 0.15 0.15 03 03
8) SS(=) 1 1/2 1 05 1 1 1
9)
degree(20) 15 02 90.00 10 90 20 98 46 140 3 145 10 90 10.0 1200
10)
degree(20) 0.02 0.02 0.02 0.02 0.004 0.02 0.02
1) 6 5 1 1 1 4 16
sec
12) rpm 120
13) 8086 2101 20444 1064 11163 10204 8944.38
counts
4 4 4 4 4 4 4
magnetite, wuestite, hematite, [ magnetite, wuestite, hematite, | Magnetite, Wustute, Hematite, | Magnetite, Wustute, Hematite, | Magnetite, Wustute, Hematite, | Magnetite, Wustute, Hematite, | Magnetite, Wustute, Hematite,
iron iron Iron Iron Iron Iron Iron
le
D pflsxe pflsxe PFLS ver5.00(pflsxe) PFLS ver5.00 PFLSXE PFLSXE PFLSX
2) degree(2©) 15.02 _ 90.00 10 90 20 98 46 140 20 100 10 90 18.0 90.0
) 5 5 5 5 5 5 5
4)
5)
counts 58 5 2 13 24 39 o
b0 b5 Scale t0 abc 5 b0 b5
UVW a0 a2 e/mLe/mH 20 ( ) t0
Temp Voigt Voigt n
n n Voigt n
6) n
)
Kol t1 3 E al o2
Ka2
(ax,xy,z,Biso)
7)
Rp 0.09300 0.08666 0.08192 0.12138 0.11619 0.10454 0.07324
Rwp 0.12017 0.11338 0.13269 0.15939 0.14708 0.13297 0.09753
RE 0.06188 0.10965 0.03315 0.12674 0.05759 0.05559 0.04915
S _GOF) 1.942 1.034 4.002 1.258 2.554 2.392 1.984
f
1 (%) Magnetite 58.9 Magnetite  62.2 Magnetite  64.3 Magnetite  67.4 Magnetite  57.2 Magnetite 56.6 Magnetite 63.1
2 (%) Wuestite 29.6 Wuestite 259 Wuestite 298 Wuestite 213 Wustite 320 \Wustite 323 Wustite 25.0
3 (%) Hematite 85 Hematite 86 Hematite 58 Hematite 8.2 Hematite 7.9 Hematite 8.1 Hematite 85
4 (%) Iron 31 Iron 33 Iron Iron 31 Iron 29 Iron 29 Iron 34
5 (%) |_




19-3 21-2 24-1 36-1 39-1 40-2 41-1
a 07-16 K K 07-18
b RINT2000 RINT2500PC RINT TTR -FK RINT2200 X*Pert Pro RINT-2550V JEOL JDX-3530
c
1) (
)
2) Cu Cu Cu Cu Cu Cu Cu
3) \ oV oV oV 45kV oV oV
200mA 250mA 100mA 40mA 40mA 200mA 30mA
) ( ( ( ( ( ( (
5) (mm) 185 185 285 285 240 185 170
6) RS(mm) 1 1 1/2 1/2 1 1
7) RS(mm) 0.15 0.15 0.15 03 0.15 02
8) SS(=) 1 1 1/2 1/2 0.04 1 1
9)
degree(20) 15 90 15 135 3 120 15 100 10 100 10 130 15 95
10)
degree(20) 0.02 0.02 0.02 0.02 0.005 0.02 0.02
e 2 2 20 20 4 15 64
sec
12) pm 30
13) 19422 15640 13033 6239 48000 10507 6883
counts
|d
4 4 5 4 4 4 4
Magnetite, Wustute, Hematite, | Magnetite, Wustute, Hematite, | Magnetite, Hematite, Iron, | \ ite, Wustute, Hematite, | Magnetite, Wustute, Hematite, | Magnetite, Wustute, Hematite, | Magnetite, Wustute, Hematite,
Iron Iron Waustite(FeO), Wustite(Fe,40) Iron Iron Iron Iron
e
R PFLS PFLS Ver5.00 RIETAN-FP pflsxe X”Pert HighScore Plus PFLS PFLS
2) degree(2©) 15 90 15 135 12 120 15 100 10 100 20 130 15 95
) 5 5 6 5 3 5
4)
°) 24 22 =+ FWHM*15 2 19 60
counts
[S] Peak Shift Parameter t0, t1, b0-b5,t0,ab.c.ax,3,y,U,V,W,a0~
Background Parameter b0 b5, [a2,e/mL0,e/mL1,e/mHO,
FWHM(Lorentz & Gauss), e/mH1,Scale, Temp
n pseudo-Voigt |Asym, EtaL, EtaH, Pref, Scale, pseudo-Voigt
6) n Cell, B, g, etc. n
Magnetite 111, 220, Hematite
104
FWHM-minimum=0.10deg
7)
Rp 0.10780 0.0571 0.0582 0.10797 0.07952 0.34916
|Rwp 0.14656 0.07808 0.0803 0.14380 0.10731 0.42291
RE 0.03956 0.05157 0.0565 0.07384 0.06240 0.06644
|S_GOF) 3.705 1514 14225 1.947 172 6.365
f
1 (%) Magnetite 60.5 Magnetite 66.1 Magnetite 58.6 Magnetite 59.5 Magnetite 64.1 Magnetite 67.8 Magnetite 54.9
2 (%) Wustite 28.1 Wustite 21.1 Wustite (FeO) 202 Wustite 29.2 Wustite 25.0 Wustite 195 Wustite 26.1
3 (%) Hematite 7.9 Hematite 98 Wustite(Fe0.90) 7.7 Hematite 7.8 Hematite 74 Hematite 9.7 Hematite 116
4 (%) Iron 35 Iron 3.0 Hematite 103 Iron 34 Iron 35 Iron 29 Iron 74
5 (%) Iron 32 |—
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PFLS
ATOMS

-------------- Select a function for preferred orientation correction -

Only one model can be selected for multi-component sample.

For 1th component: ~

no correction

Gaussian distribution (platy crystal)

Gaussian distribution (needle-like crystal)

plateau + Gaussian distribution (platy crystal)
plateau + Gaussian distribution (needle-like crystal)
March-Dollase function

: symmetrized harmonics expansion

QORONMRERO

[ep]

Harmonic terms (except for YO0O0) for Laue symmetry : m-3m
Y41+ Y61 Y81

Input the number of harmonic terms (defualt = 3).
3

March-Dollase




PFLS

For 2th component:%

0: no correction
1: apply the same function selected above
1

Harmonic terms (except for YO0O0) for Laue symmetry : m-3m
Y41+ Y61 Y81

Input the number of harmonic terms (defualt = 3).
3

For 3th component: %

0: no correction
1: apply the same function selected above
0

For 4th component:%

0: no correction
1: apply the same function selected above

0




PFLS

March
March-Dollase

PFLS RIETAN

(1)March-Dollase function

W. A. Dollase, “Correction of Intensities for Preferred Orientation in
Powder Diffractometry: Application of the March Model”, J. Appl.
Cryst., 19, 267-272 (1986).

(2)Symmterized Harmonics Expansion

M. Jarvinen, “Application of Symmetrized Expansion to Correction
of the Preferred Orientation Effect”, J. Appl. Cryst., 26, 525-531
(1993).



PFLS
PFLSX

full-manual

Enter option:

-1: go back to upper menu

0: terminate I.s. cycles

1: continue l.s. cycles

2: display refined parameters & go back to this menu
1

Select:
0: refine structural parameters from next cycles
1: no refinement of structural parameters
1

The number of cycles remained = 24

Select a mode of refinement:
-3: terminate/pause 1.s. cycles
-2: full-manual (single-step)
-1: manual
0: automatic
n: repeat n times (n >=1)

-2 automatic
full-manual

---- Parameter selection tor the L.S. of cycle 17 ------

Global parameters:

For parameters: b0,
111111

For parameters: 10,
1,0,0,0

For parameters: E,
0

Profile parameters:

For 1th component:
For parameters: a,
1

For parameters: U,
111

For parameters:
111

ao0,

bl,

t1,

b,
Vv,

al,

b2, b3, b4, D5,

t2, 13,

c, alpha, beta, gamma,
W,

a2,

For parameters: e/mLO, e/mL1,

11

For parameters: e/mHO0, e/mH1,

11

For 2th component:

.




PFLS

For 1th component:
For parameters: Scale, Temp,
11

For 2th component:
For parameters: Scale, Temp,
1.2

For 3th component:
For parameters: Scale, Temp,
1.2

For 4th component: \_

For parameters: Scale, Temp,
1.2

Texture parameters:

For 1th component:

For parameters: Xpl, Xp2, Xp3,
111d

For 2th component: Xpl,Xp2,Xp3
For parameters: Xpl, Xp2, Xp3,
1,11




Reflex N o

Reflex
sharp, medium, broad

REFLEX
PFLSX

medium broad






lron
PFLS

lron
X
X 10deg/60s
20=125deg
0.02deg/s 20=100deg
Iron

Iron

Iron pflsxe



Cubic



10 140< 41.9< FeO(200)
43.0< Fe,0,(400)
46<= 140<
1000counts

Rwp  15%
SIN



“Rwp factor dose not
change”
“Rwp factor dose not change”

(Fe,0,) 400 (FeO) 200



International Table Crystallography



Woustite



Disp

0.01 0.03<

0.02=

0.005<

PC



Rwp

10%

Rwp



All parameters converge [d(X)<5% of s(X)].

d(x)
5%

s(X)



