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Calibration: Instruction Set 1

Starting Calibration: Manual and
Multiple

TOP



Press This
Button

Mode
| Multi
Status
| Auto




Step 2

The following screen will appear at the lower left corner of the screen. When it
does:

Press This
Button
v QUANTI
)Y
Bulk 7] Bulk ¥
Coated 7 Coated )
Laver v Laver 7]
Set Conditions Process
Step 3

The following screen will appear at the top of the screen. When it does:

Press This
Button

=] \' QuantiTool 3.6
Calibrate ) Define ) L Analyze ) Util ity Help ) Quit )




Step 4

Make sure the Voltage and Current are Correct




Default Backrounds

TAP +600, - 600

PET +600, - 600

LIF +500, -500
PC1, 2, 3 +2000, -2000



Next Step

Go to either:
Manual Calibration Instruction Set 2a (p. 8)
or
Multiple Calibration Instruction Set 2b (p. 22)




Calibration: Instruction Set 2a

Manual Calibration

TOP



Step 1

Press This

Button
TN

Callbrate)  .Define)
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Step 7
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Step 8

Wait for the beep and these words to appear

Step 9
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Step 10

When this screen appears:
1) Focus

2) Turn Scan on - Cup Off
3) Find a good spot in SE video mode
4) Turn Cup on - Scan Off
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Step

12

]

WDS DISPLAY

Load 7}

Sawve 71 Fontfamily 7)

E4
1.00

5 SP

0.80 4

0.60 1

0.40 4

0.20 4

0.00

TAP

=i

0.275

0.276 0.277

0.278

0.279

Sin theta

The microprobe will do a peak search

Step

13

| =i

Quantitonl 36

Catfy

) Define | Analyze ) _Utillity )

Help ) Quit)

tting Beam Current to 2000 nA.

e

Doing Peak Searches

£

5

Spectro/Ntal;
K=Kyt

Sin theta:
Time (s

Paak Cfs:

Rhgd C/s:

Line Cfs/nA:
Meas. Dev. (%)
Theo.Dev. (%) :

15igmatwt %) :

tandard: diopside CurrlnAl: © | 20,0

Comments:
[sp1 TaR
sika
27737

erify the Peak Position. |

(013

_Cancel )

112

‘When the peak search is don
AND if the peak is correct

Press This Button

Falnt X

2 Spli—— SglDevi  SpZNone Sgllevi  SpiNone

Sglbevs  SpdNone  SalbDevi

L—ial kL
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Step 15

‘When this screen aj

l)TumScanon-CnpOEi

2) Move to a new

16

on the standard




Step 16

= Quantiool &5

Callprate Lefing T Analyze _Utility ) Help | _Quit)

Doing Peak Searches
etting Beam Current to 20.0 =l

Standard: diopside CurrlnAl: © 200 _Cancel )
Commants:

Spectra/Ktal: [ 5p1 TAP 62
K=Kay: Sika
Sin theta: 27737
Time {s):
Peak /s Adjust stage position for WDS Line Mea

Ekgd /s

Line C/s/nA:
Meas. Dev. (%)
Theo.Dev. (%) 1
15igmatwt % :
Cpolmt X ¥ & spli— Sglbevi  Spzhone SglDevi  Spihone Sgl0evi  SpdNane  SglDevi

L—=lel_»l

Step 17

REPEAT THE LAST TWO STEPS 7 — 9 times (for manual
calibrations) so that you have 7 — 9 calibration points.

During calibration the screen will look approximately like this:

] QuantiToal 3.6
kAT Define it Analyze utility ) _Help ) _Quit)
tarting WDS Line Measurements =
easuring Peak Counts 3
standard: diopside Curr(wA): < 200 _Cancel )
Comments: -
Spectro/xtal: Spl TAP o2 apd
K-Ray: Slka
Sin theta: 27734
Time {s): 200
Posk Cfs: 8673.60 Average peak counts per second normalized to current.
Ekgd C/s: This is the main result of the calibration
Ling €/s/nA: 330,00 .
5 i Standard Deviation of all
Meas, Dev. (%% 013 pﬂlk counts so far
Theo.Dev. (%) : 016 - o -
: Best Standard Deviation achievable
W DL R o based on counting statistics
Point X IDevi SpZ:None  SglDevi SpiNone SglDevi SpaNone SalDevi
2 14320 MESE 0087 6630.10 0,20 - I
3 -14803  MEsE 0097 EEELT0  0.10 - —~
|4 14303 MEM 0087  meeeemes emmeeene - =
e+ o1 K&) ....... 1=

Standard Deviation of
peak counts for each point
from the average of all
points so far

Peak Counts
for each point
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Step 19

The microprobe will collect backgrounds and subtract them from the
peak counts. When it is done:

18



Unselect any calibrations
that appear to be obviously
inaccurate. Don’t unselect
too many.

Note: If you have done 10 or
more points; first make sure
all the points are selected
(dark) then unselect the ones
you don’t want.

Step 21

19



Step 22

Press This Button
ﬂ to start next calibration

] QuantiTool 35

_calibrife) _Define ) EXZ) _Analyze ) _utility ) _Help)

Quit)

> calibration done
alibration file updated.

Step 23

REPEAT STEPS 3 — 22 for each calibration.

20
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Next Step

When finished with calibrations:

Go to Utility
Instruction Set 3 (p. 42)
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Calibration: Instruction Set 2b
Multiple Calibration

TOP



Step 1

g
p=]
]
-
=
i
o]
—
#

&
SE
e
53
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Step 2
R-Click and
Then select
Standard
from List
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Step 3

Press This Button
to move to standard
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Step 4

Go to the Stage window in the lower left hand corner of the computer
screen. If it is not open, open it by pressing the Stage button in the
Setup screen (i.e. the schematic picture of the microprobe).

THEN:
Press This
/7 Button
B 4 j Stage k
Control Display | i | Config. |
Save Waorkspace |
THEN:

R-Click and select the correct Standard from the list,
(This should be the same standard you selected in Step 2)

! \ \ Stage Control

Holder: 5 \:6 Jo= | |

Elocktype: g ard —i Block: Position: 0 —l|
Marme: Mode:  ho create _||

Posion: 3¢ [-14788 = v | 34415 z | 105

Image:; |

Element list: |ES1' LM3,08,0

Eement & | % [25.93 Total: | 100
| Maove I - Move | Maove + | - Display | Display + |
Done | Updatexyz | Delste |  Updatelz | Autofocus |
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Step 5

1) Focus on Standard

2) Turn Scan On — Cup Off

3) Find a good spot in SE video mode
4) Turn Cup On — Scan Off

THEN:

VERY IMPORTANT! Make sure that the standard selected in
the Stage Control window is the same as the standard selected in the
Calibration window AND that you really are on that standard. Only
when you are sure - THEN:

T Stage Control

Haolder: HOG _l| lIrage:

Block type: Standard —i | Block | Position: 0 -
Mame: |idiopside Mode: Mo create —s

FPosition: X | -1478E ¥ | 34416 Z | 105

Elementlist  |51.M3,Ca,0

Element s = % 5.9 Total: | 100
Move - Move | Move + | — Display | Display + |
pone |  Upraexyz | Delete | Upcate Az | Auo-focus |

Press This /‘
Button

27
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Step 7

29



Wait for the beep and these words to appear

30
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7

7
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Step 10

1) Turn Scan On — Cup Off
2) Move to another good spot on the standard
3) Make sure your still in good optical focus

THEN:

QuantiTool 3.6

Standard: ©| diopside

Spectro:

Conditions:

Cristal:
X—-Ray:
Auto Adjust PHA:

Peak Search:

Peak Position:
Peak Time(seck

Prec.(%):

Background Offset(s)

Ekg unit:

Frequency:

Bkg Time(sec)
1st Bkg:
2nd Ekg:

Slope:

Acc(kv): ©| 15

Currina): =| 20,0

sp1 T Spz 7 5p3 )
7| New Calib 7| MNew Calib 7| MNew Calib
| TAaP 7| TAP | PET
1] & Calibration Positions 7| caka
=
] |X: 14780 ¥ 34611 Z: 0fo2 | * =] No
| #: -1a7e0 wviozastt zooro2 | 5| ves
i Aio-14780 Y 34611 Z: 0102 | =
— *| 20
| Append Delete ) Updat iy
diopside Point bPI’ESS This
Button
| Sin theta =] Sin theta =] Sin theta
| Once | Once | Once
7| Peak/2 | Peaksz 7| Peaksz
Tlsoa Tleoo Tleoo
7| 600 7| =600 7| =600
4 [

3 2 i Utility ) Help quit
rMoving Sp3 on Caka at 38387
Calibration Setup Ready.
| WDS F-E Move to Standard ) Apply Acquire ) Done )
| Multiple Point.. ) List.. ) Append AutoFocus: _| Verify XTAL: _|

Wait{sec): | 0

Sp4 T

3
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Step 11

After using the Update button to set the first three points, use the
Append button to set the remaining 9 points (see below).

Standard: =| diopside

Spectro:

Conditions:

Cristal:
X—-Ray:
Auto Adjust PHA:

Peak Search:

Peak Position:
Peak Time(seck

Prec.(%):

Background Offset(s)

Ekg unit:
Frequency:
Bkg Time(sec)
1st Bkg:

2nd Ekg:

Slope:

Acc(kv): 7| 15

Currina): 7| 20,0

5pl T 5p2 ¥ 5p3 T
7| New Calib 7| MNew Calib 7| MNew Calib
7| TAP | TAaP 7| PET
1 & Calibration Positions 7| caka

—
A0 [k 14780 i a4611 z: ooz |4 Il Mo
| #eo-1areo e w1 Z:o0f02 | | ves
1 ¥: -14780 V@ 34611 Z: 0102 =
g =~ Tlzo
A d Delet Updat
| ppen elete ) pdate ) iy
diopside Point 12
Press This Button
for the remaining 9 points
| Sintheta | Sintheta LPSirgthel‘E
| Once | Once | Once
| Peak/2 7| Peaksz | Peaksz
Tleoo Tleoo Tleoo
| -800 | -800 | -800
[ [

[ QuantiTool 3.6
k2 i Utility ) Help Quit
rMoving Sp3 on Caka at 38387
Calibration Setup Ready.
| WDS F-E Move to Standard ) Apply Acquire ) Done )
| Multiple Point.. ) List.. ) Append AutoFocus: _| Verify XTAL: _|

Wait{sec): | 0

Sp4 T

3
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Step 12

After setting 12 points, turn Cup — On and Scan — Off

THEN:

Background Offset(s)

Standard: = | diopside

Spectro:

Conditions:

Cristal:
X—-Ray:
Auto Adjust PHA:

Peak Search:

Peak Position:
Peak Time(seck

Prec.(%):

Ekg unit:
Frequency:
Bkg Time(sec)
1st Bkg:

2nd Ekg:

Slope:

Acc(kV): ©| 15

Currind): =| 20,0

5pl ¥ 5p2 ¥ 5p3 T
7| New Calib 7| New Calib | New Calib
T TAP | TAP | PET
7| SiKa 7| Maka 7| CaKa
=l Mo 7| Mo 7| Mo
| ves | ves | ves
i L
o g Calibration Positions
| 20 =] 20
] o A -13010 ¥i 34635 Z£: 0094 | o1
2 K -15020 i 34695 Z: 0094 2
A -13020 ¥i 34682 Z: 0094 | %
|)<: -15020 ¥: 34663 Z: 0094 (5
—
=] sint Append | Delete ) Update ) zin theta
7| Once| diopside Point 12 | Once
| Peak/2 7| Peaksz | Peak/2
Tleog Tleon Tleon
| -800 | -800 | -800
[ [

Press This

Button
[]] QuantiTool 3.6 //

/ﬁw 1 Help Quit

Moving & to 34611 a
rMoving 2 to 102 -
| WDS FP-E Move to Standard ) Apply Acquire ) Done )
7| Multiple Point.. ) List.. ) Append AutoFocus: _| Verify XTAL: _|

Wait{sec): | 0




Step 13

The standard will go on the list of points to run later.

QuantiTool 3.6

£ : Utility ) Help Quit
rMoving ¥ to 34611
rMoving 2 to 102
7| WDSFP-E Move to Standard ) Apply Acquire ) Done )
7| Multiple Foint.. Lict 1 rnand | AutoFocuc: Mopifu WTal: |
L = | & Multi-Standard Calibration
Standard: = | diopside
Standard Mode Acc(kV) Curr{nA) X-Rays Name
=
|d1'0ps1'de WDs P-B 15.0 20.0 Sika,Mgka, Caka -
Spectro: Spi
v
Conditions: 7| Ne |
cristal: 7| TaH —!
=
S < sikd append 7 Delete ) Load ) Update ) Store ) Done |
Sequence name:
Auto Adjust PHA: T Mo
Peak Search: | Yes | Yes | ves
Peak Position: w -
eak Fosition o g Calibration Positions
peak Time(seck: | 20 =] 20
0 o ] o1 A -13010 ¥i 34635 Z£: 0094 | o1
e : i -15020  ¥: 34695  Z: 0094 :
A -13020 ¥i 34682 Z£: 0094 ;‘
Background Offset(s) |><: -15020 ¥: 34663 Z: 0094 L
Bka unitt | sinty| -Aopend) Delete)  Update) Sin theta
Frequency: 7| Once| diopside Point 12 | Once
Bkg Time(sec): | Peak/2 | Peaksz *| Peak/2
1st BEkg: | BOO | BOO | BOO
2nd Ekg: | -800 | -800 | -800
Slope: [ - i

3
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Step 14

L-Click these
two pins to
close the

two windows

QuantiTool 3.6

E

b Utility ) Help Quit
Mowving ¥ to 34611

Mowing Z to 102

©| wDS P-B Move to Standard | Apply Acquire Done

| Multiple Point.. Lict poand Autofocus: | Mapifu ¥Tal: |

Standard: ©| diopside

b

Multi-Standard Calibration

Peak Position:
Peak Time{sec):

Prec.(%):

Background Offset(s)

Ekg unit:

Frequency:

Bkg Time(sec):
1st Bkg:
2nd Bkyg:

Slope:

pectro:

Conditions:

Cristal:

XK-Ray:

Peak Search:

Standard Mode Acc(kv) Curr{nd) X-Rays Name
—
|diupsw‘de WDs P-B 15.0 20.0 51Ka,Maka, Caka =
-
7| Ne |
=] Tad =1
< sika Append 7 ) Delete Load ) Update Store Done
Sequence name:
7| Yes | Yes ovey
| ks
\JJ Calibration Positions o
7| 20 = 20 U
104 2 -15010 ¥: 34E35 Z: 00584 I 01
= | H: -15020 ¥: 34695 Z: 0094 =
2 -15020 Y¥: 34E82 Z: 0034 |4
|X: -15020 ¥: 34663 Z: 0094 |
I —
=l sint Append ) Delete | Update ) Sin theta -
| Once| diopside Point12 | Once
| Peaksz 7| Peak/? | Peak/2
rleoo Tleoo Tleoo
| -600 | -600 7| 600
i [ [/
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Step 15

Repeat Steps 2 — 14 for each standard you are going to
calibrate. When all calibrations are set up go to Step
16.

37



Step 16

When you are ready to start the calibrations:

VERY IMPORTANT! - Turn Cup On — Scan Off

THEN:

38



Step 17

Calibration should take about 4 minutes per standard.

During calibration the screen will look like this:

3

= QuantiTool 3.6
: utility ) Help ) Quit)
IMeasuring Peak Counts
rMeasuring Peak Counts
standard: diopside Curr(nAX: *: 200 _Cancel )
Comments:
Spectro/Xtal: Spl TAP SpZ TAP Sp3 PET
X-Ray: SiKa Maka Caka
Sin theta: 27738 38407 38383
Time (s): 200 20.0 200
Peak C/s: 6639.30 2619.90 3198.80
Ekgd C/s:
Line C/s/nA: 336.90 13130 160,60
Meas. Dev. (%): 011 010 0.14
Theo.Dey. (%) : 012 0.20 018
15igmalwt %) : 0.03 002 0.03
Point X v ra Spl:Peak SglDevi% Sp2:Peak SglDev Sp3:Peak SglDevi: Spd:None SglDevi%
4 -14938 34657 0094 0.20 2615.70  0.20 SIE 0.8 == s
S 14333 34665 0094 0.00 2620.40 0.00 3189.90 UodD)  ===m=e=e smeememo
B -14398 34673 0034

NENET =T

39



Step 18

After calibration the screen will look like this:

Calibration Finished

QuantiTool 3.6

//
Calibrate)',// Define ) ¥¥,E Analuze Utility ) Help qQuit
L5

> calibration done
Calibration file updated.

[

3
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Next Step

When finished with calibrations:

Go to Utility
Instruction Set 3 (p. 42)
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Calibration: Instruction Set 3
Utility: Erase a Calibration

TOP



Step 1

After calibrating it is necessary to erase one element calibration in order
to cause the calibration database to re-write correctly. You should
always include one extra calibration that you can throw away for this
purpose.

In order to erase a calibration:

Press This
0Button
= QuantiTool 2.6 r//
Calibrate ) Define | ¥, Analuze M Help quit

> calibration done
Calibration file updated.

3
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Step 2




Step 3

Calib WDS Peak—EBckard

Calib 'WDS Integral

Sort by: ©| Date

Calib EDS

Calib 'wDSs Bckard

Then by: 7| 7

Calib Curves

Daone )

(T Standards
X-Ray Std.Name  Spectro kv nA SineT PkTime BEkgl Ekg2 Slope C/s/na Date
J |
Ig Ka diopside Sp2 TAP 150 201 38492 20 600 -600 000 128799 27/Sep/o4 | =
5i Ka diopside Spl TAP 150 201 27738 20 600 -600 0.00 334530 27/5ep/04 |2
Ca Ka diopside Sp3 PET 150 201 38383 20 600 -600 000 159616 27/5ep/04 ||
Fe Ka favalite Spd LIF 150 201 48083 20 500 -500 000 109273 27/5ep/04
—
Select &l ) Unselect ) Delete ) Print List)
K—-Ray Std.Name  Spectro kv nA SineT PkTime BEkgl Ekg2 Slope Cfs/na Date
Ja |
Y
|
—1
Files
&nalysis Labels Page: 7| 1 Change Bckard )

45

Sort the calibration list
first by date then by Z




Step 4




Step 5

Select the calibration

you want to erase \

THEN:
Press This Button.
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Step 6

[T Standards
X-Ray Std.Name  Spectro kv nA SineT PkTime BEkgl Ekg2 Slope C/s/na Date
=
Mg Ka diopside Sp2 TAP 150 201 38492 20 600 —-600 000 128799 27/Sep/04 | *
S Ka diopside Spl TAF 150 201 279738 20 800 —-600 000 3345320 27/ 5ep/04 -
Ca Ka diopside SpE PET 150 201 38383 20 600 -600 000 159616 27/5eps04 ||
Fe Ka fayvalite Spd LIF 150 201 48083 20 S00 -500 000 109273 27/5Sep/04
=
Select Al ) Unselect | Frint List)
X-Ray Std.Name  Spectro kv g Slope C/s/na Date
ja |
Ca ka diopside Sp3 PET 150 3 000 159616 27/5eps/04 |+
Confirm deletion =
Cancel |
Press This
Button
o |
Files
analysis Labels Page: 7| 1 Change Bekard |
Calib 'WDs Peak-Eckgrd
Calib WDS Integral Sort by: | Date
Calib EDS
Calib WDS Bekgrd Then by: 7| 2 _Done )
Calib Curves

48




Step 7

49
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Next Step

Go to either:
Define an Analysis File Instruction Set 4a: Create a
New File (p. 51)
or
Define an Analysis File Instruction Set 4b: Update an

Existing File (p. 65)



Define an Analysis File: Instruction
Set 4a

Create a New File

TOP

51



Step 1

ress This

Button
[ 'q/// QuantiTool 3.6
Calibrate ) Definel)d KLE ) Analyze Utility ) Help Quit

> calibration done
Calibration file updated.

3
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Step 2

Make sure the voltage is correct

53






Step 4

(T Append Elements
X-Ray Std.Name  Spectro kv nA SineT PkTime BEkgl Ekg2 Slope C/s/na Date
Ja |
F Ka MgF2 Spe TAP 150 201 71210 20 600 -600 Q00 57926 04/0ct/og | =
F Ka hgF2 Sp2 TAP 150 201 71192 20 0O —200 1.00 56891 28/5ep/04 |2
Na Ka albite-Cr Spl1 TAP 150 20.1 46339 20 600 -500 000 47611 01/0ct/04 |
Na Ka albite-Cr Spl1 TAP 150 20.1 46350 20 600 -500 000 48225 27/5ep/04
Ig Ka diopside Sp2 T&P 150 201 38495 20 &00 -500 000 130282 11/0ct/04
Ig Ka diopside Sp2 TAP 150 201 38492 20 600 -600 000 129191 11/0ct/04
Al Ka chrom-s  Sp2 TAP 150 201 32467 20 600 -G00 000 67.196 06/0ct/04
Al Ka anor-s Spl TAP 150 201 32460 20 600 -600 000 249556 06/0ct/04
&l Ka ancr—s Sp2 TAP 150 201 324684 20 600 -600 000 206,051 06/0ct/04
—
K—-Ray Std.Name  Spectro kv nA SineT PkTime BEkgl Ekg2 Slope Cfs/na Date
Ja |
|
—1
Files
Calib 'wDS Peak-Bckagrd Page: 7| 1
Calib WDs Integral
calib EDS Sort by: 7| 2
Then by: ©| Date _Done )

Sort the calibration list in the most convenient way (usually either
by Date then Z or by Z then Date).
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Step 5

Select the
calibrations%
you want in

the order you
want them to
run (see below)

@ Append Elements
K—-Ray Std.Name Spectro k¥ nA SineT PkTime BEkgl EBkg2 Slope C/s/na Date
F Ka MgF2 Sp2 TAP 150 201 71210 20 800 -600 000 57028 04/0ct/04
\AF Ka MgF2 Sp2 TAF 150 201 71199 20 O -800 1.00 56891 28/Sep/04
)ﬂNa Ka albite—Cr Sp1 TAP 150 201 46339 20 800 -800 000 47611 01/0ct/04
Ma Ka albite—Cr Sp1 TAP 15.0 20.1 456350 20 800 -500 Q.00 48225 27/5ep/04
Mg Ka diopside S5p2 TAP 150 200 38495 20 600 -600 0.00 130282 11/0ct/04
Mg Ka diopside  Sp2 TAP 150 20.0 38492 20 600 -600 0.00 1297321 11/0ct/04
&l Ka  chrom-s  Sp2 TA&F 150 20,1 32467 20 600 -600 000 67196 08/0ct/04
&l Ka  anor-s Sp1 T&P 150 20,1 32460 20 800 -600 000 240558  06/0ct/04
&l Ka  anor-s Sp2 TAF 150 201 32464 20 600 -800 000 308051 06/0ct/04
K—Ray Std.Name Spectro kY nA SineT PkTime BEkgl EBkg2 Slope C/s/na Date
—
Ma Ka albite-Cr Sp1 T&F 15.0 201 46339 20 600 -800 000 47611 01/0ct/04 ;‘
-
—
Files
Calib wWDS Peak-EBckard Page: 7| 1
Calib WDS Intearal
Calib EDS Sort by: 7| Z
Then by: | Date _Done )

During analysis, the elements will be analyzed (FOR EACH

SPECTROMETER) in the order they appear from left to right in the

Define window (Step 2). One way to pick calibrations is to start with

Spec. 1 and pick all the elements on it in the order you want them to run
and then proceed and do the same on Spec. 2, Spec 3, Spec. 4. However,

other ways of picking calibrations are possible that will give the same

result.
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Step 6

(T Append Elements
X—-Ray Std.Name Spectro (Y na& SineT PkTime Bkgl Bkg2 Slope C/s/na Date
Ja |
|Ti Ka rutilel Spd LIF 150 201 63279 20 500 -500 000 72204 27/5ep/ 04
Ti Ka rutilel SpZ PET 150 201 31412 20 600 -600 000 590810 27/5ep/04
Vo Kb Y Spd LIF 150 201 56739 20 500 -500 000 27620 06/0ct/04
Cr Ka chrom-s  SpZ PET 150 201 26168 20 600 -§00 000  371.096 06,/0ct/04
Cr Ka cr SpZ LIF 150 20,1 56868 20 500 -500 000 124392 02/0ct/ogd |*
Cr Ka cr Sp3 PET 150 201 268165 20 600 -600 000 960048 02/0ct/04 |5
Cr Ka cr Spd LIF 150 201 56875 20 500 -500 000 202508 02/0ct/04
Cr Ka chrom-s  Sp3 PET 150 2041 26167 20 600 -500 000 372038 01,/0ct/04
Cr Ka chrom-s  Spd LIF 150 201 56872 20 500 -500 Q00 75749 27/5ep/04
—
X-Ray Std.Name Spectro kV nA SineT PkTime Bkgl Ekg2 Slope C/s/na Date
J |
Ma Ka albite-Cr Spl1 TAP 150 201 46339 20 &00 -500 000 47611 01/0ct/04 |+
Ig Ka diopside Sp2 TAF 150 201 38495 20 600 -600 000 130282 11/0ct/04 |
Al Ka anor-s Spl TAP 150 201 32460 20 600 -600 000 249556 06/0ct/04 |
5 Ka diopside Spl TAP 150 201 277332 20 600 -600 000 335674 11/0ct/ D4
K Ka kKespar—-OR1 Sp3 PET 150 201 42765 20 G600 -600 000 923649 04/0ct/04
Ca Ka wollast SpZ PET 150 201 38390 20 800 -600 000 303729 07/0ct/04
Ti Ka rutilel Spd LIF 150 201 68279 20 500 -500 000 72204 27/5ep 04
Cr Ka chrom-s  SpZ PET 150 201 26167 20 600 -500 000 372038 01,/0ct/04
kN Ka rhod-731 Sp3 PET 150 201 24020 20 &00 -600 Q00 257149 07/0ct/04
—
Files
Calib wWDs Peak—Bckard Page: 7| 1
Calib WDs Integral
Calib EDS Sortby: 7| Z
Then by: ©| Date Done

57

After selecting all the requireda

calibrations: - Press This Button




Step 7

Set the Current to the desired value (usually 20 nA)
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Step 8

Set the Analysis Type:
Stoichiometric for Oxides

All for Elements \
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Step 9

VERY IMPORTANT! Make sure to turn Cup On — Scan Off

Turn
/> Cup On - Scan Off
7| ROLL /A'-IEEL CONTROL
, L<
Roller choice ™)  cup  Off | On Current =) 200 na Stage focus )
® Scan | Off On | Mag ©]  Photo 7
X v X Y
0 0 Dist {um) Focus 0 0
51.5 3279
7 z
0 0 e
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Na|K|si|mafal]ca wnre|er [T

\ Press This

Button
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Step 11

VERY IMPORTANT — WAIT!

DO NOT try to change any settings until the following
screen appears.

THEN: Adjust the beam size if necessary.

THEN:

QuantiTool 3.6

el A

wWriting phwsics file
Writing experimental conditions file

Utility ) Help Quit

3

Label: tests Type: 7| Stoichio. Anion: o

Valence: _2

| 1_Condif
Make sure now that vou have the right conditions on the column: Alignment, Scanning mode, etc ..
The current conditions will be stored in the Setup file

Ma ﬂ Si Click on Confirm when ready
Standard: pyi /m

o
T T TP oo T T o T T

PkTime (sec): == o e s =
Shift : Mo_Shift (t)Ekg: 500 kg: —500 Esti 1 Sig (wt2®) : 0373
Valence: 4 Slope : Esti 3 SigD.L. (ppm): {1251 .91

Press Thisv
Button

62




Step 12

QuantiTool 3.6

Calibrate )

Define |

XY,Z)

Analyze

Utility )

Help

Quit

The Define file has been stored.
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Next Step

Go to Analysis Instruction Set



Define an Analysis File: Instruction
Set 4b

Update an Existing File

TOP
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Step 1

ress This

Button
[ 'q/// QuantiTool 3.6
Calibrate ) Definel)d KLE ) Analyze Utility ) Help Quit

> calibration done
Calibration file updated.

3
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Step 2

R-Click and select file from list
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Step 3

L-Click on

the calibration
you want to
change
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[Na' K |si|ma|ar]ca wnre|cr|Ti]
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Step 5

Select a new i) Update Element

Calibration

A K-Ray Std.Name Spectro kv naA SineT PkTime Ekgl Bkg2 Slope C/s/na Date
from the list

)ffNa Ka albite-Cr Spl1 TAF 150 201 48350 20 800 -600 000 43225 27/5Sep/04 |~

el »|

X—Ray Std.Name Spectro kv nA SineT PkTime Ekgl Ekg2 Slope C/s/na Date

Ma Ka albite-Cr Spl TAF 150 201 46350 20 800 -600 000 48225 27/5ep/o4 | *

4l »|

—
Files

Calib WDS Peak-Bckard Page: 7| 1

Calib WDS Integral

Calib EDS Sort by: =] Date

Then by: | 7 _Done )

Note: Only Calibrations for the same element, spectrometer, crystal,
and voltage are shown on the Update Element list.
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Step 6
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Step 7

Repeat Steps 3 — 6 for each calibration to be changed.

THEN:

VERY IMPORTANT! Make sure the Cup is On — Scan is Off

Turn
/> Cup On - Scan Off
el ROLL /FIEEL CONTROL
. L
Roller choice ™) cup  Off | On Current =) 200 na Stage focus )
& Scan | Off On | Mag 7 ) Fhoto =)
X ¥ X Y
0 0 Dist {um) Focus 0 0
51.5 3279
7 z
0 0 -
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[Na' Ksi|ma|al]ca wnrecr|Ti]
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Step 9

VERY IMPORTANT! If you are CERTAIN that the previous

analysis data for this file has been saved or is no longer needed:

THEN:

QuantiTool 3.6

=
o L Utility ) Halp Quit
a
The selected file label already exists! j
Label: test, Type: ©| Stoichio. Anion: O
Valence: 2
7| 1_Condition 1]
The selected label and/or associated Quantitative data already exist!
Press ‘Overwrite’ to overwrite the existing label and associated Quantitative data,
Na ﬁ Si | Mg | A Press 'Cancel’ to stop the store,
Standard: glbite-Cr (Cancel, Rename) Confirm, then Ouerwrite )
ey
PkTime {sec): z0 TR TTITE TSECF - T Aol U, To.T
Shift : Mo_shift (t)Bkg: 500 (-JBka: -5 Esti 1 Sig {wt%) : 0.0658
valence: 1 Slope : none Esti 3 SigD.L. {ppm): 42450

Note: This screen will not appear if there is no previous analysis data

for this file.
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Step 10

VERY IMPORTANT — WAIT!

DO NOT try to change any settings until the following
screen appears.

THEN: Adjust the beam size if necessary.

THEN:

= QuantiTool 3.6

Utility ) Help Quit

e
;

wWriting phwsics file
Writing experimental conditions file

3

Anion: O

Label: test, Type: ©| Stoichio.
Valence: 2
7| 1_Condif]

Make sure now that vou have the right conditions on the column : Alignment, Scanning mode, etc ..
The current conditions will be stored in the Setup file

MNa ﬁ Si Click on Confirm when ready
Standard: z|H M

PkTime (sec): b= T \RA= e o TP T T
Shift : No_Shift ()Bkg: 500 9: —500 Esti1 Sig {wt%) : 0.068

valence: 1 Slope : n Esti 3 SigD.L. {ppm}: 42450

Y
Press This
Button
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Step 11

QuantiTool 3.6

Calibrate )

Define |

XY,Z)

Analyze

Utility )

Help

Quit

Define file stored.
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Next Step

Go to Analysis Instruction Set
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