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1 OVERVIEW AND WARNINGS

Introduction

We congratulate you on the purchase of your ARL 9800 Series. This precise and accurate Spectrometer has
been produced by ARL to satisfy your analytical needs.

The purpose of this manual isto assist you in the use of your ARL 9800 Series instrument.
The ARL 9800

X-ray fluorescence allows measurement of up to 83 elements of the periodic table in samples of various
forms and nature: solids, conductive or non-conductive. Typical samples include glasses, plastics, all metals,
ores, refractories, cement and geological materials. Any sample which may react violently to X-rays must be
avoided. The samples must withstand analysis under vacuum (4-5 Pa). Advantages of XRF over other tech-
niques are speed of analysis, generally easy sample preparation, very good stability, precision and wide dy-
namic range.

The ARL 9800 X RF Instrument can be provided in two different versions.

The ARL 9800 XP provides high performance measurements on all types of solid samples with high power
X-ray generator.

The ARL 9800 Oasisis alower power version independent of external water cooling.

The heart of the ARL 9800 can be made of various modules. monochromators for rapid, dedicated routine
analysis, a Moiré fringe universal goniometer for flexible elemental analysis and an integrated X-ray dif-
fraction system for specific phase and mineral analysis. The combination of fixed channels and goniometer
guarantees speed, flexibility and reliability of analysis.

Simultaneous X-ray Fluorescence

The instrument can be equipped with up to 32 fixed channels or monochromators for simultaneous elemen-
tal analysis. Fixed channels ensure that analysisis rapid, precise and reliable.

The Oasis version is limited with maximum 20 monochromators in the simultaneous configuration.
Sequential X-ray Fluorescence

The instrument can also be equipped with a goniometer which gives the instrument great flexibility as it can
analyse sequentially up to 83 elements of the periodic table providing that the necessary analysing crystals
arefitted.

In addition, the goniometer allows for the use of semi-quantitative software (UniQuant, QuantAS) which
provide the capacity to analyse rapidly totally unknown samples without the need to calibrate the instrument
with standard reference materials.

The ARL 9800 X P with XRF goniometer can be further equipped with 24 monochromators.

The ARL 9800 Oasis version with XRF goniometer can be further equipped with 14 monochromators.

AA83414 User Manual ARL 9800 1-1
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X-ray Diffraction

The instrument can also be equipped with an XRD system that permits the determination of phases or min-
eral compounds in the sample in various applications. For example, free lime in clinker and limestone in
cement or the various states of iron oxide in iron ores can be determined.

With an XRD system, the ARL 9800 XP instrument can be further equipped with 24 monochromators. With
one goniometer and one XRD system, the ARL 9800 XP accepts 14 additional monochromators.

In the Oasis version, the number of monochromator is limited to 14 with an XRD system and to 8 when the
instrument is equipped with the XRD system and the goniometer.

The ARL 9800 should be configured according to your applications and your needs.

ARL 9800 without Sample Changer

El [ARLOSD _sawrem0 xrr

KXx9875D00100

Figure 1.1
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ARL 9800 with the 12 Position Sample Changer

Figure 1.2
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ARL 9800 with the X-Y Sample Changer (98 cassettes)

Figure 1.3
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ARL 9800 integrated for Automation Systems

Figure 1.4

X-ray Fluorescence Spectrometer Principle

The sample to be measured is loaded into the spectrometer and excited by the X-ray beam coming from the
X-ray tube. The spectrum of the tube is composed of the characteristic wavelengths of the anode element
(Rh in general) and the continuum (or white radiation). The emitted radiation from the sample is a mixture
of the tube spectrum and the characteristic wavelengths of the elements in the sample.

The reflected beam is guided onto wavelength dispersive systems called, in our case, monochromator or go-
niometer. These elements produce spectral lines, which are related to the elements present in the measured
sample.

The XRD system collects in its detector the diffracted X-ray of one specific wavelength emitted by the X-
ray tube. The incident beam is diffracted by the various crystallographic planes of the crystallites which are
present in the sample. For more details about XRD analysis, please refer to the specific brochure about the
“ARL 9800 - Integrated XRD system”.

All XRF and XRD spectrometers measure intensities. The concentrations can only be obtained after the in-
strument has been calibrated. It should be stressed that an XRF quantometer is a very accurate comparator,
but the accuracy of the final analysis is entirely dependent on the quality of the standard samples used for
calibration. The intensity concentration relationship is generaly linear, but in some case a second order
curve can be used.

C(%) =ag+ay | First degree
C(%)=ag+a -l +a:l° Second degree
Where: |istheintensity measured by the XRF spectrometer

a are the constants computed during the calibration
C isthe concentration in %

AA83414 User Manual ARL 9800 1-5
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In practice, the intensity of an element is not only a function of the concentration of the element analysed
but may also be influenced by interferences such as line overlapping, absorption or enhancement (matrix
effects), grain size effects and mineralogical effects. The chapter Analysis principle gives more information.

2@ angle

Detector 2@ angle

encoder
X-ray tube

Detector

Secondary collimator

Primary beam filter Crystal

L
v
PRe

,
T e

Sample encoder

19 angle

Figure 1.5
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General Warnings

The XRF instrument uses several components which can be dangerous to manipulate if you have to open the
cabinet or the tank. Whenever one of the following signs is seen stuck to a support (tank cover, panels etc...)
you are accessing a potentially dangerous area.

In case of problem or injury, ARL will accept no responsibility if the user has personally removed one or
several covers or panels having any of the following signs affixed.

This panel or this part must be only removed
when the power is off. Otherwise there is a
risk of electrocution.

Figure 1.6

ponents and their supports must be handled
with gloves. The user must not be in contact
with these parts.

These components are dangerous to handle
i.e. Beryllium or TLAP crystal. These com-

Figure 1.7

Theinstrument can generate X-rays. All com-

ponents shielding against X-ray leakages are

‘ secured by safety switches which are con-
nected to the X-ray power supply interlock.

‘ As soon as any such component is removed or
ismissing the X-ray power supply switches off

immediately.

Figure 1.8

The ARL 9800 is equipped with an emergency button that switches off the main power of the spectrometer
when it is pushed. There is also an interlock safety system used to protect the instrument if the normal con-
ditions of use are not reached.

The user must contact the nearest local service if he needs to open the instrument. The user can also attend a
special training course at our factory in Switzerland to learn how to maintain the instrument in good working
order.

AA83414 User Manual ARL 9800 1-7
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User Responsibility

It isthe user responsibility to follow general warnings.

It is the responsibility of the user to ensure that the recommended laboratory environ-
mental conditions are maintained in the future.

It is the responsibility of the user to ensure that compliance with local X-ray safety
regulations are fulfilled. Since X-rays are produced in the instrument, special authori-
sation isrequested in several countries to be allowed to run such equipment.

It is the responsibility of the user to be sure that the samples loaded into the ARL 9800
do not react with the X-ray beam or the vacuum environment. All spectrometer damages
due to bad samples are considered as misuse.

X-ray radiation can be used with minimal risk if the user follows X-ray safety guidelines established by
state, local, and institutional regulations. Additionally, the user must use the instrument with al safety fea
tures engaged and in proper working order. The ARL 9800 instrument itself, including the access panels, is
designed to absorb or otherwise prevent X-ray radiation from escaping the instrument. Thus, whenever a
measurement is performed, it isvery important to have all panels and safety features engaged. Do not
try to defeat the safety features of the machine.

Total Protection

Thisinstrument is designed to fulfil the Swiss law about X-ray Safety for the total protection class. The total
protection class means that the leaks rate around the instrument is lower than 1 pSievert/hour (0.1 mRem/h)
at 10 cm of the surface of the cabinet. This also means that the instrument is equipped with safety features
that close the shutter or shut down the X-ray Power Supply if the user attempts to reach the unprotected area
inside the cabinet.

This instrument was checked and its radiation measured by a neutral official organisation before the
authorization was given to ARL by the Swiss authority. See the authorization in Appendix A of the Pre-
installation Manual .

This authorization is not valid in any other country but can be used by the user to get the local authorization.

1-8 User Manual ARL 9800 AA83414
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2 INSTRUMENT DESCRIPTION

View of the ARL 9800

The ARL 9800 requires approximately 1 square meter floor space. It is therefore designed to be placed in
very small areas. Itsweight is about 750 kg.

The displays of the instrument inform the user about the spectrometer status, X-ray tube conditions, the
monochomators, the goniometer or the XRD system status with all parameters related to the measured
element lines. Three to six displays are available depending on the configuration of the instrument.

The yellow pyramid located on top of the instrument is the “ X-ray on” signal. Thislamp isilluminated when

the X-ray power supply is on. The red button is used to switch off the main power supply in emergency
cases.

Front view with 12 Position Sample Changer

<+«—— X-Ray ON lamp

. Displays

- . «—<Emergency stop

KXx9800D03100

Figure 2.1
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Top view with 12 Position Sample Changer

— X-Ray On lamp

OO00@
“S5o0007
Displays — IR  Emergency stop

KXx9800D02100

Figure 2.2

Front view with X-Y Sample Changer
X-Ray lamp ON

[ARL 9800 SIM/SEQ XRF

Figure 2.3
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Front view of the instrument prepared for the Automation System

Displays

X-Ray ON lamp
Emergency stop

ARL /

ARL 9800 SIM/SEQ XRF

Figure 2.4
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On the back side of the ARL 9800 and as shown in the figure below, we can find the following features:
1. The230V plug for the computer (max. 3.15 A).

2. Themain breaker (32 A) for the X-ray tube generator.

Note: With the ARL 9800 Oasis, this breaker is used like a switch, to turn on off the low power
generator. In this instrument, the low power generator has its own breaker (25 A) which is
located in the generator front panel.

3. Themain breaker (16 A) for the electronic.
4. The connector for the computer - instrument link (ACS Link).

5. The master reset, to activate the master reset, use for example a small screwdriver, insert it and press.

Features and External Connections of the ARL 9800

ACS LINK +— 4

SERVICE LINK

EXTENSION I/O

COMPUTER  X-RAY
3A MAX GENERATOR MAIN

KXx9800D01600

circuit breaker

Figure 2.5

Note: The connectors *’SERVICE LINK” and “EXTENSION 1/O” located just below the “ICS
LINK” are for future applications and for service use only. The user should not connect any
devices to these, unless specifically informed.
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Sample Holders

Every sample must be placed in a sample holder before it can be introduced into the ARL 9800. The
introduction of a sample without the correct holder will stop or damage the sample handling system.

There are two different kinds of sample holders:

¢ Cassettes are used for handling any kind of solid and pressed powder samples.
Large cassettes are used with the 12 Position Sample Changer.
Small cassettes are used with the X-Y sample changer and with the single position loading.
¢ Sample Adapters are used for handling samples without cassettes.
4 different families of sample diameters are defined for the large X-Y sample changer.
In case of automation, the centring ring can be adapted to the production sample size and shape.

Cassettes

The standard cassette aperture is & 29 mm and 31 mm. Special coated cassettes with smaller aperture can be
obtained on request.

The following picture describes the maximum sample size that can be used with each model of sample
changer.

¢ 29 mm
¢ 31 mm Sample: maximum dimension
¢ 52 mm

30 mm

Small cassette

Figure 2.6

Sample: maximum dimension
¢ 60 mm

Large cassette

Figure 2.7
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The sample is placed and centred in the cassette.

Note: Do NOT touch the surface of a sample! Touching the sample surface will enrich it with Na,
Cl and C among other elements, which might affect the analysis.

It is very important to put the cover on and to turn it clockwise until the stopper is reached. Then the cassette
can be put onto the sample changer with the sample facing upward.

1 KXx9880D00300 2
Figure 2.8

1. Sample loading and closing the cassette.
2. Opening the cassette.

To avoid any problems the user has to make sure that the cover of the cassette is well closed.

Centring Rings
In order to facilitate the centring of the samples special rings are available for the cassettes.

¢ 32 mm

¢ 40.5 mm

¢ 22 mm
i |

Figure 2.9

These special centring rings can be ordered from your ARL office. To find the part numbers of these rings,
please refer to the "Spare Parts" Catalogue.
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Sample Supports

The following picture describes the sample supports for the X-Y sample changer in the version where no
cassette is used. The supports can be chosen in 4 different diameter ranges according to the samples to be
loaded.

For sample diameter ranges of:

¢+ 30.5t032 mm
¢ 35t041 mm

¢ 41to50 mm

Figure 2.10

For list of available cassettes, see catalogue.
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Instrument Display

The ARL 9800 is equipped with displays. Several lines give messages about the spectrometer status, X-ray
tube conditions, monochromators, XRD and goniometer status. Figure 2.11 shows an example of the display
and the corresponding status.

- STAND BY - 90.00 LIF200 Cl _

20 kV 20 mA PARKED

2 4
1. Spectrometer and monochromator status 3. Goniometer 1 status
2. X-ray tube status 4. Goniometer 2 (XRD) status
Figure 2.11

Spectrometer Status Display

The spectrometer status display shows the general state of the ARL 9800. The following list gives the
messages and their meanings. Some messages appear simultaneously or alternately on the display.

1{2]|3[4]|5]|6|7]8[9]10{11|12|13|14|15[16|17|18|19]20 DESCRIPTION
-1-1-1-1-|-] IRIE[S|E|T| |-|-]-|-|-]|-|-| The spectrometer isbeing reset or in the power-up sequence
-1-]1 [N|O|T| |C|OIN|F|I|G|UIR|E|D| |-|-| The spectrometer needs to be configured
Clhle|c|k| |c|olm|p|a|t|i|b]i|l]|i|t]y Check master firmware to slave firmware competibility
Clo|m(p|u|t|e| |XM|I]|O|s c|h|k|s|m|[ Compute monos downloaded code checksum
Clhle|c|k] [XM[l|s clojm|pla|t]. Check monos resident and downloaded code compatibility
D|ofw|n|l|o|ald| [X|M]|I|O]|s Download code to all monochromators (XMI nodes)
S|tlalr|t]| [X|M[I]|O|1]| |c|o|d|e Start the downloaded code on monochromator 1
Clhle|c|k]| |X|M[I|[O|1]| |r|u|n|n|i|n|g Check if the downloaded code on mono 1 is running
-1-1-{-1-| [S|T|A[N|D| [B|Y| |-|-|-]|-]|-| The spectrometer isready to analyse
PI[UM|P|[I IN|G| |P|C|:|>|1|0|0|0| |P|a PC only is pumped, PC pressure > 1000 Pa
PI[UMI|P[I IN|G| |P|C|:|1|2(3].|4| |P|la PC only is pumped, PC pressure = 123.4 Pa
PI[UM|P|I [N|G| |S|P|:|>|2|5| |k|P|a PC and SP are pumped, SP pressure > 25 kPa
PI[UM|P|[I IN|G| |S|P|:|>|1|0|0|0| |P|la PC and SP are pumped, SP pressure > 1000 Pa
PI[UMI|P[I IN|G| |S|P|:|1|2(3].|4| |P|la PC and SP are pumped, SP pressure > 123.4 Pa
P{UM|P|I |[N|G| |S|P|: 2|:13[4 SP is pumped, remaining pumping timeis2 min 34 s
WIA[ I [T|: |A|C|O Process iswaiting for analytical conditions (kV/mA/PBD)
WA LT : 8 Processis waiting for sample 8

S|E|E|K]|: 8 The sample 8 is being sought on the sample magazine
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L|O|A|D|: 8 The sample 8 is being loaded in analysis pos.

AINIA]|: 8 The sample 8 isin analysis position

E(V|A|C|: 8 The sample 8 is being unloaded

F|2| Primary beam device 2 isin position
* | Sampleisrotating

M|E|A|S|U|R|E Instrument is measuring
M|EJA[S|U|R[E| |A[1|K]|a| |m 1(2|s| Alt. display for MEASURE on mono Al, remaining time: 12s
FIA|S|T|S|C|A|N Fast Scan for Goniometer/XRD isin progress
S|T|E|P|S|C|A[N Incremental Scan for Goniometer/XRD isin progress
P|O|S|C|A|L Position calibration for Goniometer/XRD isin progress
H|V|P(R|O|F HV profile for Goniometer/XRD/Mono isin progress
M|g(K]a| |m 210|5|0 2(1|8]|.|7]| Alternate display for HYPROF on mono Mg
M|g(K]a| |m 1/0|0|6|4|c|p|s| Alternate display for HVPROF on mono Mg
E|P|R|O|F Energy Profile for Goniometer/XRD/Mono isin progress
E|P|R|O|F| |M|g|K|a| [m 1|2|s| Alternate display for EPROF on mono Mg

X-ray Tube Status Display

The X-ray tube status display shows the kV and the mA settings of the tube and some other information
about the power supply state. The following list gives the messages and their meanings.

1{2|3(4)|5|6(7]|8(9]10(11|12(13|14(15|16|17|18|19(20 DESCRIPTION
0|k |V 0lm|A O|F|F| X-ray power supply OFF
olklV O|m{A| W|A|T|E|R|->O|N Cooling water is switched ON
Olk|V 0(m|A| |P|OW|E|R|->O[N X-ray power supply is switched ON
0|->|4|0|k |V 0|->[5|0|m|A Settings are changed to 40kV and 50mA
40|k |V 5(0|m|A WI|A| I |T| |T|O|L| Waiting to be in tolerance on settings
4(0|k|V 5/0/m|A X-ray tube settings are 40KV and 50mA
4(01->[2]|0|k|V 5(0->{1|0|0/m|A Settings are changing to 20kV and 100mA
2(0lk|V| |1[{0[0|m|A WIA|1|T| |T|O|L| Waiting for the settings to be within tolerance
2|10(k|V| [1]0|0lm|A X-ray tube settings are 20kV and 100mA
210->{4|0|k[V]| |1[/0|0]->[2|0|mlA ->|E| Entering economic mode
410(k|V 2|0/m(A E|C|O| X-ray power supply in economic mode
410->3|0(k|V 2|10|->(8|0/m|A E|->| Exiting economic mode
3|10|k|V 8/0|m|A WIA|1|T| |T|O|L| Waiting for the settings to be within tolerance
3|0(k|V 8|0|m|A X-ray tube settings are 30kV and 80mA
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Goniometer Status Display

The goniometer status display informs the user about the crystal, detector and collimator selection. It also
shows the intensity currently being measured.

Some messages can appear simultaneously or alternately on the display.

1|2(3]4]|5|6|7|8]9]10[12{12[13|14|15]|16]|17[18[19(20 DESCRIPTION
Z|E|R|O| |R|E[|Q|U|I |R|E|D The gonio iswaiting for azero command
RIE[S|E|T| [X|G|D|I The DSPisreset

SW/| I |T|C[H| [M|O|T|O|R[S| |O|N The 2 motors are switched on

M|O|V|E| |X|+|D| |D|OW|N The 2 axis are moved for collimator initialis.
I(N]I'|T] |CIO|L[L|I|M|A|T|OR The collimator changer isinitialised
I(N|I'|T| |CIR|I|[S|T|A|L The crystal changer isinitialised
X|+|D|: M|O|V|E| |[T[O| [U|P| |L|I|M|I|T| The 2 motorsare moved over the
X|+|D|: M|O|V|E| [T[O|l |L|OW,| |L|I|M|.| angular rangeto find the limits
X|+|D]|:|C|A|L|I|B|: [E[N|C|OD|E|R The 2 encoders are calibrated in magnitude
M|E|A[S|U|R|E| |X]|-|D| |D|I|S|T|A[N|C|E| Thecrysta detector distance is measured
X|+|D|: |C|O|A|R|S|E| [Z|E|R|O]| |S|C|A|N| Coarse measure of the 2 zero marks
X|+|D|:|F|I'IN|E| [Z|E|R|O| |S|C|A|N Fine measure of the 2 zero marks

All [K|all FIP|C C|3 Gonio on Al, detector is FPC, collim. C3
1{4(4|.(7|1| |P|E|T C|3| |1|5(|s| 26 angle 144.71, crystal PET, remaining
All |[K|a|1l E|4| counting time 15 s, countrate 90 kcps

4| .1414|9(5|°|/|m[i|n 5| :[2|3| A fast scan is performed at 4.45 deg/min,
112|2|.|4|5| |F[P|C C|1(5]|:[2]|3]| remaining measuring time is 5min23s,
1{2(2].[4|5] |L|i|F|2[{0|0| |C|1|5]|:|2|3]| detector FPC, crystal LiF200, collim C1
112|2|.|4|5 E| 3| actual 26 angleis 122.45, intensity 4kcps
H|V|:]1[6]|5|0 A|G|C] : 1|12(3]|.|4| AHV profileis performed
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XRD (Diffraction System) Status Display

The XRD status display informs the user about the angle and element selection. It also shows the intensity
currently being measured.

Some messages can appear simultaneously or alternately on the display.

1|2(3]4]|5|6|7|8]9]10[12{12[13|14|15]|16]|17[18[19(20 DESCRIPTION

Z|E|R|O| |R|E[|Q|U|I |R|E|D The XRD iswaiting for a zero command

RIE|S|E|T| [X|D|D|D The DSPisreset

SW| I |T|C[H| [M|O|T[O|R| |OIN The motor is switched on

M|OIVI|E| |T|O| |U[P] [L[I|M[I1|T The motor is moved over the

M|O|VI|E| [T|O| |L|OW| |L|I|M[I|T angular range to find the limits

C|IA[L|[I [B|R|A|T|E| |E|N|C|O|ID|E[R The encoder is calibrated in magnitude

C|OJA|R|S|E| |Z|E|R|O] [S|C|A[N The zero mark is coarse measured

Fi I [N|JE| [Z|E|R|O| |S|C|A|N The zero mark is fine measured

Pla|r|k|e|d| [-]|5] [d]|e|g The XRD detection motor is switched OFF,
the primary beam collimator -5 deg. isON

Z{n|O] (A -15] |d|e|g The XRD detection is on phase ZnO_A

Z[n|O|_[C 1|5|s| Remaining measuring timeis 15s on phase

1{1(4|.(3]|3 E[3]| ZnO_C at 114.33 deg. and intensity of 8cps

4| .|4l4]9|5|°|/|mli|n 5[ :[2]3]| A fast scanis performed at 4.45 deg/min,

112|2|.|4|5 E| 3| remaining measuring time is 5min23s, the
actual angleis 122.45, and intensity is 4kcps
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Inside the ARL 9800

Removal of the Panels
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Figure 2.12
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Figure 2.13
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Location of Consumable Parts

All usual consumables are located at the right of the instrument. By removing the right panel the consumable
parts can be accessed. This design simplifies the maintenance to be carried out by the user.

Figure 2.14 ARL 9800 XP

Figure 2.15 ARL 9800 OASIS

1. Water pump 4. Vacuum pump with oil 7. Main connection
2. Deionizing cartridge 5. Qil vapour filter 8. Water connection
3. Deionized water tank 6. Gas connection 9. Deionized water air exchanger

AA83414 User Manual ARL 9800 2-13
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Description of the General Parts

This section describes the features and devices located inside the ARL 9800. Some devices are optional and
may therefore not be fitted on your instrument.

When the panels of the instrument are removed the different assemblies which can be divided into five main
functions (see Figure 2.16).

Spectrometer tank with analytical devices
The spectrometer tank is the main component responsible for maintaining a vacuum and a
thermally controlled environment for analysis, for protecting the user against radiation and
for positioning all the analytical devices around the sample, namely:

Monochromators, Goniometers, Diffraction System (XRD) and Primary Beam Devices
(PBD).

Sampleintroduction
Different sample magazines allow unattended operation, prepare the sample for introduction
into the Primary Chamber and finally move it into the analytical position where sample
rotation is possible.

Analytical environment
Environment (vacuum or air) in the Spectrometer tank, thermal regulation of the instrument
and the analytical devices, gas regulation for the detectors.

Sample excitation
X-ray tube, X-ray tube power supply, X-ray tube cooling system.

Electronic devices
Electronic rack and boards, main power connections, power distribution for the main and for
low voltage.

The next figure shows the general parts of the ARL 9800.

Spectrometer tank

Sample changer

Gas regulation

Vacuum system

% — th
Electronic

th

Rack X-RAY
TUBE
Cooling
System

X-Ray Power
Supply
KXx9835D00700
Figure 2.16
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Inside the Spectrometer

The analytical devices inside the spectrometer are shown in the next two figures. All these analytical devices
are options and the choice for the configuration depends on the analytical application.

¢

¢

X-ray tube. The controlled X-ray source to excite the sample.

Monochromators. The simultaneous fixed channels. Each monochromator allows the measurement of
one element.

Goniometer for sequential measurement. The ARL 9800 can be equipped with 2 goniometers. Each of
them can measure sequentially up to 83 elements of the periodic table (if appropriate crystals are
mounted).

Diffraction system (XRD) for determination of specific phases. The ARL 9800 can be equipped with
one XRD system. The XRD system uses primary beam collimators driven by the PBD.

Sample. Figure 2.17 shows the sample in the analysis position.
Primary Beam Device. The PBD allows various Primary Beam Filters for the XRF analysis and Primary

Beam Collimators for the Diffraction System to be used depending on the analytical program (PBD must
be installed when XRD is mounted).

Spectrometer tank
X-Ray tube

Monochromator
Goniometer

Primary Beam
Filter

Sample rotation

KXx9800D02600

Figure 2.17
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XRD System
Crystal
| Rotation
X-Ray
Tube
Detection
L Primary collimator
o —
]
1A -
Sample > Primary Beam
Device
KXx9865D00200
Figure 2.18
The next table shows typical configurations of the instrument.
Number of Number of XRD
X . Instrument Type
Goniometers Monochromators XP/Oasis | System yp

0 32/20 NO Simultaneous
0 24/14 YES Simultaneous
1 0 NO Sequential
1 0 Yes Sim/ Seq
1 24/14 NO Sim/ Seq
1 14/8 YES Sim/ Seq
2 16/8 NO Sim/ Seq
2 6/0 YES Sim/ Seq

2-16 User Manual ARL 9800 AA83414



: B
VAN

Instrument Description Chapter 2

Monochromator Description

The monochromators are fixed assemblies of three parts satisfying Bragg's law (nA = 2d sinB), a crystal, a
detector and afocalisation or collimation system. There are two distinct types of monochromators:

¢ Curved Crystal Monochromators
¢ Flat Crystal Monochromators

The table below shows the monochromators available for the ARL 9800 instrument.

1 .
H Ha
F] H [} T B ] 5]
i Be E L 4] [ F ]
Hiz Hiz Ka Ka K
11 12 13 14 15 16 1 15
M (L 7] E =] 2 5 | £
Ha i Hi Hiz Ha K Ki
149 n F]l ] ] & 35 F--] Fi F] i £ L] LE] 15 34 35 E-]
K Ca S T (] s 2] Fa [as} ] Cu I Gl [ AL Sa B 5
K 1.4 Hig iz ] ] Kil i Ko | |Eakbl | Ha Hid Eakb| | Ka
i 3 L] 40 41 42 45 S 45 L a7 ] 449 = £ 52 5% 54
23] = L o 1] s Te o] R Pd CH] Cd n =] =11 Ta 1 Hi
14 Hb Hid o] ] i :q [OF] H.a Hiz ] L
5 L] =Ty a2 13 ] [ [ T T4 | e E1 =2 a3 34 a5 8
Lo Ba La H Tia L] R Chi ] Fr bl Hg T Fts Ei Fu & ]
La La L La Lb]f La La Lblf La
B =] ] 104 105 108 107 1] ]
Fi Fa L Ling LG Liaa i ez L
£ ET] ad a1 [ [ X S = E BE 1] i) &l
Ca Fr Had Fin S = [=5] To Doy Ha Er i i
Lia Lb
0 a1 q al ET [ [~ ' ] =] 106 101 1] Fic]
] Fa i (1] Fu A 21 Bl [ Ea Fm k3 1] Li
L
B et crystal monochromator
00

B cureed crystal manochromater

Figure 2.19
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Curved Crystal Monochromators

Crystals such as LiF, ADP or PET alow for the utilisation of curved crystal focussing systems of great
precision and resolution. These crystals ensure excellent analytical results for el ements from sodium (atomic
number 11) upwards.

The crystals used by ARL are curved according to a perfectly focussing trajectory and aligned on a very
narrow primary dlit thus ensuring very good spectral resolution. The choice of crystal is made according to
its reflection capacities of the wavel ength of the element to be analysed.

Various types of gas detectors or scintillation counters are used according to their measurement efficiency
for the wavelength of the element to be analysed.

In most cases, two monochromators can be assembled in pairs and thus each monochromator assembly
allows the analysis of 2 different elements.

Detector

=

P
& &
O
>
(2}
R

L Primary slit
M~ =
Lo -+
Sample Primary Beam
Device
KXx9800D02700
Figure 2.20
Note: Specia monochromators were designed specifically for Na and Mg with curved multilayer

and thin Be window sealed detectors to allow the instrument to run without P10 gas supply
for specific applications.
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Flat Crystal Monochromators

The multilayers are very efficient reflectors for soft X-rays and permit excellent analytical results for the
light elements from Boron to Magnesium. The physical characteristics of multilayers favour the use of an
arrangement of flat crystals equipped with collimators and gas flow detectors (Ar/CH4) with extremely thin
windows which are transparent to soft X-rays.

Each flat crystal monochromator is equipped with an elliptical mask which narrows the solid angle to the
cassette opening and thus prevents any spectral contaminations from the cassette bottom superimposing on

the radiation from the sample.
4
+
]+

Flow Proportional
Counter (FPC)

Sample Secondary collimator

KXx9804D00300

Figure 2.21

AA83414 User Manual ARL 9800 2-19



Z | N

Chapter 2 Instrument Description

Goniometer Description

The goniometer is the heart of the ARL 9800 and its gearless design allows a fast and accurate positioning
of the crystals and the detectors. The two encoder systems ensure fully independent positioning for both the
crystal and the detector.

To measure the intensity of an element the user defines aline or the parameters of a scan in order to position
the goniometer (20 angle) with the selected parameters (crystal, detector and collimator).

The goniometer has three parts.

Detector System
Two detectors are fitted: the Flow Proportional Counter (FPC) used for light elements (B to
Fe) and for L and M lines, and the Scintillation Counter (SC) used for medium and heavy
elements (Feto U).

Crystal Changer
This device can support up to nine crystals.

Collimator Changer
This device can support up to four collimators.

Collimator changer\

Crystal system
encoder

Crystal changer Crystal system

motor

Detectors:
FPC

Detector system SC

motor

Detector system
encoder

KXx9860D00200

Figure 2.22
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Crystal Selection

Crystals with fixed inter-atomic distance (d) are used to disperse the wavelength of the elements to be
measured at a corresponding reflection angle of the crystal according to Bragg's Law (position 6 of the
crystal and 20 of the detector on the goniometer).

The following table shows the crystal choice regarding the different element lines. It should be noticed that a

maximum of 9 crystals are (or can be) mounted. If there are free positions available additional crystals can
be ordered at any time.

K Lines | Sensitivity | Resolution |Be| B | C[ N[O | F |[Na|Mg|AlI|Si| P | S|CI| K | Ca.Fe | Ni..Sn
L Lines Sn..Yb [ Hf.U
AX20 Good Low <

AX16 High Low .

AX09 Good Low <>

AX06 High Low [ >

TLAP Good Good < » »

ADP Low High .

PET Good High e >

InSb High High .

Ge High High < > IS
LiF 200 Good Good . P
LiF 220 Fair High Tie——»
LiF 420 Low Very high Ni€——»-

Collimator Selection

The collimator changer can have up to four collimators (0.15°, 0.25°, 0.60°, 2.60°). The 0.25° and the 0.6°
are fitted as standard and the 0.15° and 2.60° are available as options.

K Lines Sensitivity | Resolution|Be | B | C | N | O | F [Na(Mg| Al |Si| P | S|CI| K [Ca.Sn
L Lines Sn.U
Coarse 2.6° Very high Low - P
Medium 0.6° High Fair . . o
Fine 0.25° Good Good . o
Fine 0.15° (LiF220, LiF420) Low High < >

The following table shows the relation between the different names of the collimators within the WinXRF
software and the instrument display:

Name on the display Resolution Name
C1 0.25° Fine
Cc2 2.60° Coarse
C3 0.60° Medium
C4 0.15° Fine (LiF220, LiF420)

AA83414
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Diffraction System (XRD)

The XRD system is a combination of three different components used to measure the structure of the
crystalline phases present in the sample:

¢ The detection device is aflat monochromator able to select one of the specific wavelengths of the X-ray
tube spectrum. It is made up of a Soller collimator, aflat graphite crystal and a sealed Krypton detector.

¢ The primary beam collimators are used to irradiate the sample with a parallel beam of photons that has a
well defined incident angle. These collimators are fitted on the PBD system and placed between the X-
ray tube and the sample.

¢ The scanning screw rotates the whole assembly in an arc around the sample (where the sample
corresponds to the centre) in order to detect a specific phase or to perform a scan.

The fixed wavelength measured by the system is modulated by the crystalline structures of the sample and
thus can be used for qualitative and quantitative measurements of specific phases present in the sample.

XRD System

Rotation

X-Ray
Tube

Detection

Primary collimator

Primary Beam
Device

D%t
Sample >

KXx9865D00200

Figure 2.23

Two primary beam collimators are mounted. These are used to collimate the incident beam at two different
incidence angles of 20° and -5°. This alows to cover awide 2d range with the XRD system.

KXx9865P00400

Figure 2.24
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Primary Beam Device

The Primary Beam Device (PBD) is the mechanical changer for Primary Beam Filters and Collimators.

Figure 2.25

This changer can handle 4 devices, i.e. filters or collimators. Only two spaces are available for filters when
the XRD systemisinstalled.

Figure 2.26

Filter type Name on the display Use

Cu 0.25mm F1 For the analysis of Ru, Rh, Pd, Ag and Cd (elements that are
interfered by Rh lines from the X-ray tube).

Fe 0.0lmm F2 To improve the peak to background ratio of NiKa and CuKa
lines.

Al 0.5mm F3 To improve the peak to background ratio of PbLa, PbLR and
AsKa, AsKRRlinesin light matrices.

AA83414
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Sample Handling System

The sample handling is undertaken by two main devices:

¢+ Thesample changer or loader used to bring the chosen cassette with the sample or the sample by itself
onto the loading position.

¢ Thesampleintroduction system is the combination of different components operating between the two
environments, vis. the atmospheric pressure of the lab and the vacuum environment inside the
spectrometer, and which ultimately brings the cassette or the sample by itself into the analytical position.

Sample Loading

Three sample loading systems are available:

¢ Single position loading.

¢ 12 Position Sample Changer.

¢ X-Y sample changer.

The sample changers move the samples automatically onto the loading position.

For complete unattended operation including sample preparation, the sample handling is performed by:

¢ The SMS 800 fully automated system.

Single Position Loading

Figure 2.27
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12 Position Sample Changer

The 12 Position Sample Changer is part of the basic configuration of the instrument. The sample changer
brings the cassette onto the loading position. The sample changer has 12 encoded positions and can movein
both directions. The cassettes which are al identical are not coded. The coding for addressing the desired
cassette is determined by the numbered position occupied by the cassette on the sample loader. This position
is entered as the cassette number in the WinX RF Software.

Figure 2.28
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X-Y Sample Changer

This sample loader is a large capacity sample changer available as an option in various configurations. The
identification of the sample to be loaded is done by the position of the same on the tray. It can either load up
to:

¢ 98 cassettes
¢ 98 samples

Figure 2.29

In this latter configuration, the X-Y sample changer is able to load samples directly into the ARL 9800 using
a special sample support system. The X-Y sample changer is designed to have two trays and accepts the
following configurations:

¢ Two traysfor samplesin conventional cassettes.
¢ Two traysfor samples on support without cassettes.
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X-Y Sample Changer for Cassettes

The sample is put into a conventional cassette and put on a tray of the X-Y sample changer. The position
numbers range is from 1 to 49 for the left tray and from 101 to 149 for the right tray. Figure 2.30 shows the
X-Y sample changer equipped with trays for cassettes only.

Figure 2.30

X-Y Sample Changer for Samples without Cassettes

The samples are put onto the sample supports that are delivered with the X-Y sample changer and then on
the tray of the X-Y sample changer. The samples are handled and loaded into the instrument with the

supports.

(eeeee0oCeeeeer
OO0 ,
e

@,

H (000000 OO0 H

- A © ° N © -
| Tray 0 samples 1.49)| | | Tray 1 samples 101..149 |
[ E— [ —— [E—] =
E——] E——] C——
KXx9871D00501
Figure 2.31

Depending on the sample size, different supports are available, as thisis shown in the next figure.

AA83414 User Manual ARL 9800 2-27



: B
VAN

Chapter 2 Instrument Description
Sample Diameter from 30.5 to 32 mm Sample Diameter from 32 to 35.5 mm
Sample Diameter from 35to 41 mm Sample Diameter from 41 to 52 mm
Figure 2.32

The next figure shows the X-Y Sample Changer with several types of samples.

KXx9871P01500

Figure 2.33
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X-Y Sample Changer for Simple Automation

A simple automation applications can be achieved using the X-Y sample changer adapted for belts and using
the so called OEM protocol (see software documentation) to drive the instrument from a host computer.

Half of the surface (one tray on the right or on the left side) is dedicated for Setting-up Samples or manual
samples without cassettes. On the other half of the surface, left or right depending on the configuration of
the lab, space is available for one or two belts with the associated waiting positions, as well as for up to
three trash basket positions (see Figures 2.34 and 2.35).

For production samples coming from the belt, the unloading position can be defined as follows:

* & & o

After analysis, the sample goes back to the same belt for evacuation before the next sample arrives.
After analysis, the sampleis placed on awaiting position until the next sample is loaded.
After analysis, the sampleis placed onto a second belt for evacuation.
After analysis, the sampleis discarded in atrash basket.

For samples placed manually on the tray, the unloading position can be defined as follows:

+ After analysis, the sample goes back to its previous position.
¢ After analysis, the sampleis discarded in atrash basket.

Setting-up Samples always go back to their original positions.

i Load position |
o

/
st () (00
©

=
| o) @)
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J
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|G R )

Figure 2.34

KXx9871D009B01
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Figure 2.35
Note: The maximum height for the samples used with the trays is 25 mm and the weight should
not exceed 200 g.

X-Y Sample Changer Operation

The X-Y sample changer can work only when the covers are closed and it is not recommended to open them
during movements. Nevertheless, it is possible to open the covers to introduce or to remove a sample.
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SMS-800 System: State-of-the-Art Automation

This system provides powerful sample handling capabilities by arobot.

KXx9871P00500

Figure 2.36

The figure below shows the main sample loading components.

KXx9871P00400

Figure 2.37
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Analysis Environment

Spectrometer Environment

There are two possible environments:

¢ Vacuum Thisisthe environment used for the measurement of all samples.
¢ Atmosphere This mode ventilates the spectrometer tank and is only used for maintenance.

The vacuum system utilizes a molecular pump to evacuate the spectrometer and to keep a clean and stable
environment for the sample and the detection devices. In addition to this, the molecular pump is more
efficient at low pressure and this helpsto speed up the pumping procedure.

The molecular pump needs a primary vacuum of 1000 Pa to work properly. This primary vacuum is
achieved with a vane pump. Since the volume of the primary chamber is really small compared to the tank
(ratio of 1000), the pumping time can be greatly reduced and achieved with the same vane pump.

During this phase the instrument is pumped down. The pumping procedure is made up of a certain number
of pumping phases. The process is started by opening the shell on the primary chamber and subsequent
pumping through the primary chamber pumping valve with the vane pump. The more the vacuum pressure
continues to decrease, the more the molecular vacuum pump speed increases from 12000 rpm to 27000 rpm
to reach anormal functioning vacuum pressure below 8 Pa.

Molecular vacuum pum/ \
Spectrometer

Spectrometer Tank [; ] venting valve
Shutter

— /

Manual valve*

Primary Chamber
Vacuum gauge

Primary Chamber pumping valve Vacuum security

Spectrometer vacuum gauge

Primary Chamber
Venting valve

\

Spectrometer pumping valve

+———— Rotary vacuum pump

Vapour oil filter KXx9830D00200

Figure 2.38

Note: The manua valve on the ARL 9800 should only be opened by trained and qualified
personnel.
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Vacuum safety (Pressostat)

FPC Gas board or

Plate stand if no gas
KXx9090D00300

Figure 2.39

The vacuum security is present to prevent the analysis of a sample under air. This security is connected
directly to the X-ray generator, and will also switch off the X-ray tube if the vacuum islost.

WARNING :

Never by-pass security that isinstalled in the ARL 9800 instrument.
ARL will not be held responsible for any damage if the security is by-passed.
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Gas Regulation (Optional)

The ARL 9800 requires one type of gas: Argon-Methane (P10 gas) for the flow proportional counter (FPC).
This detector is installed on the goniometer and on some monochromators. The gas regulation system is
controlled by the XGT board. In addition to these functions this electronic board drives the venting valve of
the tank, checks the vacuum safety in order to prevent any X-ray leaks and controls the thermal stability.

Gas Regulation for Flow Proportional Counter (FPC)

Figure 2.40 shows the principle of the gas regulation. At the input of the ARL 9800 there is a restrictor R1
used to stabilise the argon-methane flow and the valve FPC V2 regulates the flow at 20ml per minute. The
filter and the restrictor R2 smooth the flow to improve the reading of the flow sensor. The pressure sensor
measures the argon-methane pressure at the gas input of the detector(s).

The valve FPC V 1 regulates the pressure in the FPC detector(s) and the restrictor R3 avoids pressure shocks.
The FPC V1 and the FPC V2 valve are proportional .

The valve FPC V3 is a safety valve to balance the pressure inside the detector with the atmospheric pressure
when the main power supply is switched off or in case of problems with the regulation. The valve FPC V3 is
an on/off device.

The pressure reducer fitted on the gas bottle must be adjusted according to the local pressure to have an
absolute pressure of 1.25 bar at the gasinlet.

Example: the pressure reducer must be adjusted to 0.25 bar if the instrument islocated at the sealevel with 1
bar of local pressure.

Pressure reducer (manometer)*

/ Gas fitting kit*

@/ ARL 9800
FPC gas regulation
5 @ FPC Flow restrictor Spectrometer tank
’<72 ‘ S~ V2 S~ Flow
T sensor
Flow restrictor L _
]
|nput valve 8 g Safety valve Pressure S&) g
T8 sensor g
FPC
\ Ny
RS
b\ Flow restrictor
KXx9090D00100
Gas bottle* Output valve
Figure 2.40
Note: Gas bottle, pressure reducer and gas fitting kit have to be provided by the end-user.
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Figure 2.41 shows the location of the valves and sensors involved in the gas regulation.

Input valve

Safety valve

Pressure sensor
-

=’4}% /

Ny

Flow sensor

- A
Flow restrictor Flow restrictor
KXx9090D00200

N —> In spectrometer

il «—— Out of spectrometer
Figure 2.41
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Thermal Regulation

The ARL 9800 instrument is designed to provide a precise thermal regulation. To permit this regulation all
components which generate a lot of heat that would have a significant influence on the temperature stability
have been located into an non thermostatised area. On the other hand, all the components that need to have a
precise thermal stability have been located into a thermostatised area (called oven). Figure 2.42 shows these
two areas.

Spectrometer tank

Thermostatised area

Low voltage power supplies

Non thermostatised area . J X-ray generator
X SIE 4
/
Left side/ /
Vacuum pump / Electronic rack
(right side of spectrometer non thermostatised) (left side of spectrometer, thermostatised)
Figure 2.42
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ARL 9800 XP Cooling Devices

This system cools the X-ray tube during operation. It also has all the water valves responsible for
maintaining thermal stabilization of the spectrometer tank

The following figure shows the main cooling device components.

Tap Water

Wat k S702850
ater rac

o3

Spectrometer tank ‘
FLOW
| B L

HEAT EXCI
—
| |

only
‘ (<O ‘

e

SAFETY 60 °C
Cathode IN  Anode OUT

TapWater §
COOLING SYSTEM
ADVANT'XP *
Eiigg;gmomo ARL 9800 XP =
Figure 2.43

Instrument Thermostatisation

This system made up of radiators and heating resistors keeps the spectrometer tank and its delicate optical
components at a carefully controlled temperature thereby ensuring superior analytical stability.

The temperature of the spectrometer tank is regulated by cooling with tap water and by heating with
electrical resistors (see Figure 2.44). A temperature sensor located on the tank gives the information to the
XGT electronic board. The XGT board drives the water valve and the heating resistors.

As shown in Figure 2.44, the spectrometer tank itself is cooled down with two water exchangers and an
air/water exchanger to help cooling down the air around the tank. The water flow is controlled by a valve.
Four electrical resistors are mounted on each exchange plate for heating.

The temperature tank is 30° C +/- 0.5°C. In order to optimise the thermal regulation, the crystals have also a
heating system which stabilises their temperature at 38°C +/- 0.1°C. If the instrument has been turned off for
a long period, it is recommended to wait about 4 hours before precise measurements are undertaken. An
alarm message will indicate that the right temperature is not yet reached.

Note: The only component that is outside of the instrument and which could affect the stability
due to alack of thermal stability is the P10 gas bottle. The gas bottle needs to be protected
from high temperature fluctuations or the gas needs to be transported in Cu pipes so as to
reach the stable lab temperature before entering the instrument.

Figure 2.44 shows where the fans and the blocks with their resistors are located. An air flow also helps the
temperature stabilisation.
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Cooling block

Air Flow

AN
ya N

Spectrometer Tank
30°C

Fans

N

Water inlet : i

Water regulation

valve
Water outlet

-

%—‘

[

% Heating
Radiator \

resistors
Fans

Figure 2.44

ARL 9800 OASIS Cooling Devices

The following figure shows the components of the main cooling devices.

)

HEAT EXCH.

KXx9801D00700

Water rack S702967 _E

DEION SAFETY 60 °C

L
<
>
S317596
KXx9035D00200

Cathode IN  Anode OUT

AC

X-RAY TUBE

—1
SWITCH PRESSURE
1
‘; AA
cy
PUMP °C
> @
COOLING SYSTEM
ADVANT'X
ARL 9800 OASIS =
Figure 2.45
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Instrument Thermostatisation

This system made up of heating resistors and fans keeps the spectrometer tank and its delicate optical
components at a carefully controlled temperature thereby ensuring superior analytical stability.

The temperature of the spectrometer tank is regulated by cooling with fans and by heating with electrical
resistors (see Figure 2.46). A temperature sensor located on the tank gives the information to the XGT
electronic board. The XGT board drives the heating resistors and the fans.

As shown in Figure 2.46, the spectrometer tank is cooled down with two fans to help cooling down the air
around the tank. At the button, the inlet fan inputs fresh air into the oven. At the top, the outlet fan outputs
hot air from the oven. The air flow is controlled by this two fans. Height electrical resistors are mounted on
two plates below the tank for heating.

The temperature tank is 36° C +/- 0.5°C. In order to optimise the thermal regulation, the crystals have also a
heating system which stabilises their temperature at 43°C +/- 0.1°C. If the instrument has been turned off for
along period, it is recommend to wait about 4 hours before precise measurements are to be undertaken. An
alarm message will indicate that the right temperature is not yet reached.

Note: The only component that is outside the instrument and could affect the stability by alack of
thermal stability is the P10 gas bottle. The gas bottle needs to be protected from high
temperature variations or the gas needs to be transported in Cu pipes to reach the stable lab
temperature before it gets into the instrument.

Figure 2.46 shows where the fans and the plates with their resistors are located. In the oven, an air flow
hel ps al so the temperature stabilisation.

Stand plates \ ‘%
Heating /ng =

resistors

' Oven |
|

! |
‘ / \ ‘
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! |
! |
! |
| |
| Spectrometer Tank !
|

| 36°C
! |
|

| Resistors i
! Fans |
‘ |
! |
! |
! |
! |
! |
! |
! |
! |

KXx9801D00600
Inlet fan—— ?

External air

Figure 2.46
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Thermal Regulation of the Crystals

All crystals mounted on the Goniometers, the Monochromators and the Diffraction System (XRD) are
equipped with athermal sensor and a heating resistor to guarantee a stable temperature and thus very stable
analytical results.

Sample Excitation

Sample excitation is achieved by means of an end window X-ray tube which is energised by a solid state
power supply. The X-ray tube cooling is achieved with a closed circuit water system. This water circuit is
cooled by tap water or ambiant air through an exchanger.

In order to avoid any problems with X-rays or high voltage, the ARL 9800 is equipped with a complete
safety interlock system.

Note: Never by-pass security that is installed in the ARL 9800 instrument. ARL will not be held
responsible for any damage if the security is by-passed.

X-ray Tube

The X-ray tube is perpendicular to the horizontal plane and the distance between the anode and the sample
surfaceis 30 mm.

The end window tube design allows also a very high sensitivity for light elements and thus low limits of
detection. Light element analysis is very efficient with the 75 micron beryllium window because the
radiation which is optimal for exciting the light elements is poorly absorbed by the thinner tube window.
The usual target is Rhodium.

X-ray tube Monochromator
and/or XRD channel

Goniometer assembly Assembly

T

,,,,,,,,,,,,,,,,,,,,

r T PBD
Goniometer
Collimation Monochromator and/or
Cassette and/or XRD Collimation
KXx9899D00600 Sample

Sample stage

Figure 2.47
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X-ray Power Supply (ARL 9800 XP)

The power supply isasolid state generator. This unit controls the high voltage and the current applied to the
tube. The interface with the electronic is the XPS electronic board. The voltage can be selected between 0
and 60 kV by steps of 1 kV; an option is available to reach 70 kV. The current can be selected between O
and 120 mA by steps of 1 mA with some restrictions if the voltage selected is lower than 20 kV becauseit is
physically not possible to get for example 0 kV 120 mA. With the following formula the maximum current
according to the desired high voltage can be calculated:

Imax = i(26Ekv+ 5]kV2)
100

where: Imax is the maximum current authorised
kV isthe desired voltage
Examples:
kV desired | maximum kV desired | maximum
okv 0 mA 10 kV 30 mA
5kVv 10 mA >30kV 120 mA

The resulting power of the chosen combinations must not exceed the maximum power (XP: 3.6 kW).
X-ray Power Supply (ARL 9800 OASIS)

The power supply is a solid state generator. This unit controls the high voltage applied to the tube. The
current applied to the filament tube and the interface with the electronic is the XPSLP electronic board. The
voltage can be selected between 0 and 50 kV by steps of 1 kV. The current can be selected between 0 and
20 mA by steps of 1 mA with some restrictions if the voltage selected is lower than 20 kV because it is
physically not possibleto get for example 0 kV 20 mA.

Eco Mode

The Eco mode is a function which allows you to lower the power consumption and to increase the life time
of the X-ray tube. When the instrument isidle for a few hours the power is reduced to a stand-by value. For
example, if the working condition is 50 kV and 50 mA and the instrument has been idle for 1 hour the power
will be reduced to 40 kV and 20 mA in 30 minutes. As soon as the user starts a new measurement the
required working condition will be reached automatically.

Another function is available to program the time to raise the X-ray tube to a certain working condition. This
can be helpful if the instrument needs to be stabilised before the analysis is started. For example, the X-ray
tubeisat 40 kV / 20 mA during the night and in the morning it is raised to 50 kV / 50 mA 1 hour before the
user arrivesin the lab.

The Chapter Instrument Preparation explains how this mode can be set up.
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X-ray Safety Interlock

All panels or covers with one of the signs shown in Figure 2.48 are controlled by an interlock system. It will
prevent from switching on the power on the X-ray tube if they are not in place. We strongly recommend the
user to contact an ARL office if the user needs to remove these protections.

a

High Voltage Radiation

KXx9000D00600

KXx9000D00400

Figure 2.48

This safety interlock operates only on the high voltage for the X-ray tube but the emergency button will
switch off the main voltage power supply.
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X-ray Cooling System (ARL 9800 XP)

The cooling of the X-ray tube is achieved with an internal closed circuit de-ionised water system, which in
turn is cooled through a heat exchanger which uses either tap water. Figure 2.49 shows the details of the
cooling system.

KXx9035P00100

Figure 2.49

Water Cooling Circuit

The principle of the water cooling system is shown in Figure 2.50. The ARL 9800 XP checks several
parameters of the water system like for the primary water circuit:

¢ Water flow
¢ Input water temperature
¢ Output water temperature

For the secondary water circuit:

Water tank level

Input water temperature

Water resistivity

Water flow (minimum 2.0 litre per minute)

Water pressure at the tube inlet (maximum 4 bars)
Output water temperature safety

Output water temperature

* & & & 6 o o
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Note: If one or several parameters are not within their tolerance, the X-ray tube power will be
switched off immediately.

The water to cool down the X-ray tube goes first through the external cooling (called also
cathode cooling) and then to the anode.

Tap Water

Spectrometer tank °C
p omefertant ‘ ¢

| |
only
‘ (<O ‘

SAFETY 60 °C
Cathode IN  Anode OUT

]
oc ‘
|
|
|
!

COOLING SYSTEM

S317578 ADVANT'XP
KXx9035D00100 ARL 9800 XP

Figure 2.50

X-RAY TUBE
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X-ray Cooling System (ARL 9800 OASIS)

The cooling of the X-ray tube is assumed by an internal closed circuit which is cooled through a external
heat exchanger with air. Figure 2.51 shows the details of the cooling system.

Figure 2.51

Cooling Circuit

The principle of the cooling system is shown in Figure 2.52. The ARL 9800 OASIS checks several
parameters of the water circuit:

Water tank level

Input water temperature

Water resistivity

Water flow (minimum 2.0 litre per minute)

Water pressure at the tube inlet (maximum 4 bars)
Output water temperature safety

Output weater temperature

* S & O 6 0 o

Note: If one or several parameters are not within their tolerance, the X-ray tube power will be
switched off immediately.

The water used to cool down the X-ray tube goes first through the external cooling (called
al so cathode cooling) and then to the anode.
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Figure 2.52

KXx9835P00100

Figure 2.53 Water/heat exchanger (ARL 9800 OASIS version only)
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Electronic Devices

The electronics of the ARL 9800 can be divided into the following groups:

Main Connections
These connections are made to connect the main power to the different internal components.
It also allows to interface the ARL 9800 instrument with the external devices (water cooler,
UPS, computer, etc.).

Electronic Rack
The ARL 9800 instrument is controlled by the electronic boards mounted in this rack. They
also provide various status information to the operator viathe instrument display.

X-ray Generator
This power supplies delivers the high voltage and current for the X-ray tube.

Low Voltage Power Supplies
These components generate all necessary low voltage powers for al the internal engines,
valves, electronic boards, etc.

IMPORTANT NOTE

Never manipulate or touch electrical componentswithout having
switched off the complete ARL 9800 instrument with the main breakers.

Connection of the ARL 9800 to the main power must be made by a certified ARL specialist.
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Philosophy of the Electronics

The following figure shows the basic el ectronics interconnection principle of the analytical components.
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Main Boards Rack

The following standard boards are contained in the main rack:

¢+ XQM, XST, XGT, XPS, XSP

Depending on the sample handling system, one of the following boards is installed:

¢ 12 Position Sample Changer (XCM)
¢ X-Y Sample Changer (XHI)

¢ No Sample Changer (no board)

3 positions for one goniometer or one XRD system:

¢ One F44 goniometer (XGI, GonioPowerBoard and XDI)
¢ One XRD system (XRDI, GonioPowerBoard and XDI)

¢ Nothing (three free positions)
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Extension Boards Rack

The extension rack contains 3 positions (see Figure 2.55, positions 8, 9 and 10) for one goniometer or one
XRD system:

¢ One F44 goniometer (XGI, GonioPowerBoard and XDI)
¢ One XRD system (XRDI, GonioPowerBoard and XDI)

Note: A maximum of two goniometers and one XRD system or 32 monochromators can be
installed in the instrument.

Description of the Boards

Position
1 XST X-ray Sample Transporter
This board manages all the sample loading devices.

2 XQM X-ray Quantometer Master
This board is the interface with the computer and it manages all the other boards. The
vacuum is controlled by the board.

3 XSP X-ray Spectrometer Power
This electronic board is the power interface between the XQM and its devices.

4 XGT X-ray Gasand Thermal
This electronic board monitors and controls the FPC gas part and the thermal part of the
Spectrometer.

5 XPS X-ray Power Supply
This electronic board controls the X-ray power supply and the X-ray tube cooling system.

5 XPSLP X-ray Power Supply for Low Power instrument (OASIS)
This electronic board controls the HV X-ray power supply and the X-ray tube cooling
system, and supply the X-ray tube filament current.

6 XHI X-ray Sample Handler Interface
This electronic board drives the large sample changer (XY samples magazine).

7 XCM X-ray Cassette Magazine
This electronic board drives the 12 Position Sample Changer.

8 XGI X-ray Goniometer Interface
This electronic board drives the goniometer movements, the collimator and crystal changers.

XRDI X-ray Diffractometer Interface
This electronic board drives the diffraction system.

9 Goniometer Power
This electronic board is the power interface between the XGI/XRDI and the mechanical
movements. It supplies also the high voltage for the detectors.

10 XDI X-ray Detector Interface
This electronic board counts the number of photons received by the detectors.
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Inthetank  XMI X-ray Monochromator Interface
For each monochromator such an electronic board is in charge of the monochromator
control including the high voltage for the detector, the intensity attenuators and the photons
counting.

XQM X-ray Quantometer Master

This board is the master board of the electronics. It dialogues to slaves by two serial links. One is used to
dialogue with XST, XGT, XPS, XCM, XHI, XSP and XMI's (called XSN X-ray Services Network). The
other dialogues with XGI's or XRDI board (called XGN X-ray Goniometer Network). Its principal task isto
synchronise the slaves.

It controls also the vacuum components like the 4 vacuum valves, the 2 vacuum pumps and the vacuum
gauges, helped by the XSP board, and the ‘PowerDistributionBoard” which is located at the rear of the
instrument.

The board checks and monitors all the important status. The most important status are:

¢ The speed of the molecular pump

¢ The vacuum pressure in the tank and in the primary chamber airlock
¢ Thetemperature of the electronic rack

¢ Thelow voltage power supplies used on the board

XSP X-ray Spectrometer Power

This board drives the molecular pump, the 4 vacuum valves and the PBD (Primary Beam Device). It
generates -5V used in the instrument and +55V used to drive the molecular pump.

The board checks and monitors all the important status. The most important status are:

The main voltage line 1 and line 2 (true RMS)
The voltage of the molecular pump

The current of the molecular pump

The temperature of the molecular pump

The low voltage power supplies used on the board

* & & o o

XST X-ray Sample Transporter

This board is used to control the shutter of the primary chamber, the load lift, the transfer axis, the analysis
lift and the sample rotation. When a sampleisloaded into the spectrometer its height is checked.

The board checks and monitors all the important status. The most important status are:

¢ Theangular error of the rotation
¢ Thelow voltage power supplies used on the board

XGT X-ray Gas and Thermal

This board controls the pressure and the flow of the FPC gas helped by the board ‘ FpcGasControl Board'
located in the thermostatised part below the tank. It also controls the temperature of the spectrometer with
one water valve and 8 power resistors.

The board checks and monitors all the important status. The most important status are:

¢ Thegaspressure
¢ Thegasflow
¢ Thetank temperature
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¢ Thelow voltage power supplies used on the board

XPS X-ray Power Supply

This board controls the generator which supplies the high voltage to the anode and the current to the
filament of the X-ray tube. It controls also the safety circuit and the internal and external water circuit.

The board checks and monitors all the important status. The most important status are:

The voltage of the X-ray tube

The emission current of the X-ray tube

The filament current

The number of X-ray tube arc events

The X-ray tube running time

The temperature of the water

Theresistivity of the internal water which is used to cool the anode of the X-ray tube
The low voltage power supplies used on the board

* S ¢ 6 ¢ O oo

XPSLP X-ray Power Supply for Low Power instrument (OASIS)

This board controls the generator which supplies the high voltage to the anode. It generates the current for
the filament and controls the emission current of the X-ray tube. It controls also the safety circuit and the
deionized water circuit.

The board checks and monitors all the important status. The most important status are:

The voltage of the X-ray tube

The emission current of the X-ray tube

The X-ray tube |eakage current

The filament current

The filament voltage

The number of X-ray tube arc events

The X-ray tube running time

The temperature of the deionized water

The temperature of the laboratory

The temperature of the board

The temperature of the outlet air of the HV generator
Theresistivity of the deionized water which is used to cool the anode of the X-ray tube
The low voltage power supplies used on the board

L R R R SN JEE JEE JEE R JNE JEE N NS 4

XHI X-ray Sample Handler Interface

This board controls the large X-Y sample changer. It also controls the belt(s) if the instrument is automated
and has belt(s) to convey the samples.

The board checks and monitors all the important status. The most important statusis:

¢ Thelow voltage power supplies used on the board

XCM X-ray Cassette Magazine
This board controls the 12 Position Sample Changer.

The board checks and monitors all the important status. The most important statusis:

¢ Thelow voltage power supplies used on the board
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XGI X-ray Goniometer Interface

This board controls all movements of the goniometer by reading the encoder signals of the 2 axis. It controls
also the collimators changer, the crystal changer and the temperature of the crystal changer. It synchronises
the different motion according to the analysis.

The board checks and monitors all the important status. The most important status are:

¢ The high voltage of the detectors
¢ Thetemperature of the crystal changer
¢ Thelow voltage power supplies used on the board

Goniometer Power
This board generates the current for the 2 motors and the high voltage for the 2 detectors on the goniometer.

XDI X-ray Detector Interface
This board counts the photons which are detected by the detectors on the goniometer. The pulses are first

corrected in magnitude (AGC) and in time (to decrease the pile-up effect), then converted and selected
according to the PHD settings.

The board checks and monitors all the important status. The most important status are:

¢ The AGC vaue
¢ Thereference voltages
¢ Thelow voltage power supplies used on the board

XMI X-ray Monochromator Interface

This board, positioned in the tank, counts the photons which are detected by the detector on the
monochromator. The pulses are first corrected in magnitude (AGC). Then the pulses are converted and
selected according to the PHD settings. It also controls the intensity attenuators and the high voltage unit
which is positioned at the bottom of the tank.

The board checks and monitors all the important status. The most important status are:

The AGC value

The temperature of the board

The high voltage of the detector

The temperature of the crystal

The low voltage power supplies used on the board

* & & o o
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Sample Loading System

To access the spectrometer lift, the electronic rack can be rotated forward by loosening the locking screw.

Figure 2.56

The following figure shows the principle of the sample loading system.

™ Cassette and/or Sample

Spectrometer
pumping line

a

ransfer motor W Spectrometer lift motor
Primary chamber

pumping line /

Loading lift motor Sample rotation motor

Figure 2.57

Sample Changer
The sample changer allows to prepare several samples in advance. Furthermore, the required
samples can then be selected by the analytical task through the coded positions of the
sample changer. Various types of sample changers can be mounted (12 position, X-Y
sample changer, SMS Automation System).

Shutter Mechanism to isolate the cassette and/or the sample in the primary chamber from the outside
world in order to pump down the sample to the pressure corresponding to the vacuum inside
the spectrometer.

Loadinglift Mechanism to transport the cassette and/or the sample from the sample changer into the
primary chamber.

Transfer Mechanism to move the sample from the loading lift to the spectrometer lift.
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Spectrometer lift
The spectrometer lift raises the cassette and/or the sample to the analytical position after it
has been transferred from the primary chamber.

Samplerotation
Mechanism that spins the cassette and/or the sample during the analysis in order to
compensate for inhomogeneities and irregular surface structures due to surface preparations,
like grinding and milling. The sample rotation motor spins the sample at 1 revolution per
second (default value) during the analysistime.

Sample Loading Process

The ARL 9800 is designed to analyse solid samples. These samples can be inserted into a cassette or can be
put onto an adapter ring for analysis.

The analysis of the samples is done under vacuum. The sample is first loaded into the primary chamber
which is under air. The shutter closes and the primary chamber is pumped down to a low pressure. The
sample is then transferred to the spectrometer and raised to the analytical position, as this is explained
hereafter.

¢ Stepl

Figure 2.58 shows the instrument ready to load a sample. The sample changer brings the desired sample
onto the primary chamber lift.

. I Moving Parts

N [ IStructure Parts
I \Vasher Parts
[ Tvacuum
L |Air

—| Spectrometer
Tank

Spectrometer
pumping line

Primary chamber
pumping line

Figure 2.58
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¢ Step2
The loading lift places the cassette and/or the sample into the shell (see movement ‘a’).

. Moving Parts
o/ L [ I Structure Parts
Bl \\/asher Parts
" Jvacuum

L JAir

~1 Spectrometer
Tank

R B

Spectrometer

pumping line

al
Primary chamber
pumping line

Figure 2.59

¢ Step3
The shutter is closed (see movement ‘&).

I Moving Parts
< N [ IStructure Parts
B \\asher Parts
[ Jvacuum
i A —| Spectrometer
Tank

D s
Spectrometer
pumping line

Primary chamber
pumping line

Figure 2.60
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¢ Step 4
The primary chamber is then evacuated to alow pressure by the mechanical vacuum pump (see action ‘a’).

B \voving Parts
4 \ [ IStructure Parts
Il \Washer Parts
[ Tvacuum
| LA | Spectrometer
Tank

Spectrometer
pumping line

a

Primary chamber
pumping line

Figure 2.61

¢ Step 5

When the required vacuum is reached, the lift goes down further to open the ring and free the shell (see
movement ‘&).

B \oving Parts
/ . [ IStructure Parts
I \Washer Parts
[ Ivacuum

] —| Spectrometer

é Tank
dq [

3 q

F-
Spectrometer
pumping line

Primary chamber
pumping line

Figure 2.62
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¢ Step 6
The shell and cassette are moved out of the primary chamber by the transfer mechanism (see movement ‘a’).

B \voving Parts
4 \ [ Structure Parts
Il \Washer Parts
[ vacuum
| L A | Spectrometer
Tank

Spectrometer
pumping line

Primary chamber
pumping line

Figure 2.63

¢ Step 7

The cassette and/or the sample is then transferred into the spectrometer (see movement ‘a’).

Spectrometer

Primary o
an

chamber

o

Spectrometer I Moving Parts I vacuum

pumping line [ ] Structure Parts ] Air
Il \Vasher Parts

Figure 2.64
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¢ Step 8

As soon as the shell is under the analysis position, the spectrometer lift raises the cassette and/or the sample

to the analysis position (see movement ‘a’).

Primary [_| Spectrometer
chamber | Tank

(-~~~ "~~~ - - T - - - . ***** 1

|
b
— |
Spectrometer BB Moving Parts [ vacuum a
pumping line [} sructure Parts [ ajr

Il \Vasher Parts
Figure 2.65

¢ Step 9 (Samplein Cassette)

The sample is raised to the analysis position by the spectrometer lift (see movement ‘a’).

Primary [_| Spectrometer
chamber | Tank

Spectrometer I Moving Parts [ vacuum
pumping line [ IStructure Parts [ 1Air
Il \Vasher Parts

Figure 2.66
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¢ Step 9 (Sample without Cassette)

The figure below shows a sample in the analytical position without a cassette, only placed on an adapter
ring. The spectrometer lift moves the sample up into the analysis position. This movement is controlled by a
sensor and therefore allows that the thickness of a sample can vary. The lift can also compensate for a non-

parallelism of samples of 2 mm.

Sample

Dummy
cassette

Spectrometer Adaptation
Tank ring

Primary
chambe

Ball bearing for
sample rotation

Spectrometer [ Moving Parts
pumping line

[ Jvacuum
[ Istructure Parts ] pj

Il \Vasher Parts
Figure 2.67
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3 ANALYSIS PRINCIPLE

Introduction

X-ray spectrochemical analysisis based on the fact that the chemical elements emit characteristic radiations
when subjected to appropriate excitation. The emission of characteristic line spectra can be induced by either
the impact of accelerated particles such as electrons, photons, alpha particles and ions; or by the impact of
high-energy radiation from an X-ray tube or from a suitable radioactive source. Generally, direct electron
excitation is used in electron microprobe techniques, while radioisotope sources and proton generators are
commonly associated with energy dispersion.

X-ray Emission

In atypical spectroscopic experiment, we usually interact with the neutral atom by supplying it with a certain
amount of energy. The nature of the supplied energy can vary depending on the technique. For example, in a
XRF experiment, we expose the atoms to X-radiation (called primary X-rays) while in an optical emission
experiment we might use an electrical discharge or a high temperature plasma source to provide certain
guantity of energy. The atom then absorbs some or all of this energy if this helps to displace the electrons.
The displacement of electrons can occur within the atom, i.e. the electron goes to a higher energy state within
the same atom by absorbing the incident energy, in which case we obtain an excited atom. The electron can
also leave the atom in which case we get an ionized atom (a positive ion) since there will be excess positive
charge in the nucleus. In ageneral situation, both excited atoms and ions may be present together.

In our case, when the primary X-rays from the X-ray tube interact with the sample, the following phenomena
take place:

Photoelectric absorption < & Fluor escence
Auger effect

Scattered X-rays < Coherent

Incoher ent

Transmitted X-rays
Figure 3.1

Photoelectric absorption

When a sufficiently energetic X-ray photon interacts with an atom, severa phenomena take place. One
interaction involves the transfer of the photon energy to one of the eectrons of the atom (e.g. a K shell
electron) resulting in its gection from the atom. The distribution of electrons in the ionized atom is then out
of equilibrium and within an extremely short time returns to the normal state, by transitions of electrons from
outer shells to inner shells. Each such eectron transfer, for example from the L shell to the K shdll,
represents a loss in the potential energy of the atom; this energy reappears as a photon (in this case a Ka
photon) whose energy is the difference between the binding energies of the two shells. One of the two
processes can take place, namely:
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a) The X-ray photon escapes from the atom and contributes to a characteristic radiation of the atom (Figure
3.2 [€ft).

N
Z0

Figure 3.2

b) Or the photon is absorbed within the atom itself on its way out and ionizes the atom in an outer shell; for
example aKa photon can gect an L, M or N electron; this phenomenon is called the Auger effect. Again,
the ionized atom becomes a source of radiation as explained above (Figure 3.3). It should aso be noticed
that because of the Auger effect in the higher levels two or more vacancies could be created. The creation
of double vacanciesis responsible for the appearance of satellite peaks.

e’ = [CPK-CPL]- ()

M

/ @]
/ N
Y. Ka
L
K
Figure 3.3

¢) The Auger emission is more probable for low atomic numbers while X-ray emission is more likely for
high atomic numbers. The probability that an X-ray photon will be emitted (instead of an Auger electron)
is called Fluorescence Yield.

The Figure 3.4 shows the fluorescence yield as a function of atomic number. The K lines are more probable
than the L lines which explains the difference in the yield for the K and L type transitions. In practical X-ray
spectrometry, we use the K lines to measure el ements with low to medium atomic number while we switch
over to measure L lines for the heavy elements, or even to the M lines,
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Fluorescent yield

1.0 /”_
/|
0.8 © //
0.6
wL
0.4
0.2 / /
J_ 2
0

0 20 40 60 80 100
Atomic number Z
Figure 3.4

Scattering

Scattering of primary X-rays by the sample results in two processes: Coherent scattering (without loss of
energy) and Compton scattering (with alittle loss of energy). As mentioned before, not all of the incident X-
rays participate in the photoelectric absorption. Some of them do not reach the inner shells and thus they do
not give rise to absorption. Instead, they are deflected by the atomsin two ways:

a) Theincident X-ray photon is deflected without |oss of energy.
b) The X-ray photon is deflected with adlight loss in energy and thus with an increase in wavelength.

In &) the sample scatters primary X-rays with exactly the same energy. This scattering is thus called coherent
or elagtic scattering. In b), as shown in Figure 3.5, some of the photons collide with aloosely bound electron
in an outer shell of the atom. The electron recoils under the impact and |eaves the atom carrying with it some
of the energy of the incident photon. Thus the primary photon is scattered with a slightly lower energy. This
phenomena is called Compton scattering. The difference in energy between the incident photon and the
Compton photon depends only on the angle (¢) between the unscattered and the scattered X-rays. It is given
by the following equation:

AN =A'- A = h/mgc (1-cos @) = 0.02426 (1- cos @)
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Recoil electron

A =hv v’

kin
o

Incident photon

b =hv l,U

\

Scattered photon

5 =hv’

Y
Figure 3.5

Thus AA isindependent of both X-ray wavelength and the atomic number of the scatterer. On the other hand,
the intensity ratio of the coherent to the Compton scattering depends on the atomic number of the scatterer.
In practical X-ray spectrometry, we are confronted with scattered X-rays. Coherently scattered X-rays
contribute to the background in the X-ray spectra. Since they fall exactly at the same energy as the measured
line of a given element, they can't be discriminated in general. Thus background in XRF can largely be
attributed to scattering of primary X-rays by the sample. Since heavier elements absorb more and scatter less,
the background level in the spectra from heavy elements is amost insignificant. On the other hand, it
becomes the limiting factor for measuring light elements at low concentrations.

Again, in practical XRF, this amounts to saying that, if the matrix is heavy, we have less problems with the
background. If we are working with light matrices, we should be aware of the high level of background.
Compton scattering manifests as broad lines accompanying the K and L lines of the X-ray tube target
element. Figure 3.6 shows an example of these considerations.

All three spectra have been recorded with a Rh anode X-ray tube. Spectrum @) was measured with a light
matrix (Teflon), b) with a medium (Pure Al) and c) with a heavy matrix (Pure Fe). The four lines observed
are the Rh Ko and KB and the Rhcompton Ka and K3 lines. We notice that the intensities of all four lines
decrease as we go to heavier matrices. On the other hand, the ratio between the coherent and the Compton
lines increase as we go to heavier element matrices.
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Figure 3.6

Transmission

Transmission is the counterpart of absorption. The transmission or absorption of X-rays in the matter can be
described by an exponential relation. If | is the intensity of X-rays (of energy E or wavelength A) incident

on asample of thicknesst (in cm), then the transmitted X-ray intensity | is given by:
| = lO exp- ppt

¢ p:mass attenuation coefficient (cm?g)
¢ p:thedensity of the sample (g/cm?)

The mass attenuation coefficient here refers to a particular wavelength in a given absorber, and isin fact the

sum of two coefficients T and o, where T is the mass photoelectric absorption coefficient and o the mass
scattering coefficient:

ptotal = tphoto + (ocoherent +gincoherent)

These coefficients can be found in standard textbooks and general literature. This formulae is quite useful
when we need to calculate the thickness of intensity filters, the penetration depth of X-raysin a given sample
etc. Attenuation of X-rays by photoelectric absorption and coherent or incoherent scattering is essentially an
atomic property. Consequently, the mass coefficients of compounds follow the simple law of weighted
average, also called the additivity law. For example, a compound containing the elements i, |, k etc. in the
proportions by weight M, Mj, Mk etc. has a mass attenuation coefficient g = ZMjuj/ZM; or, in terms of the

weight fractions Cj, Gj, Cy etc. p = ZCjl;.
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Nomenclature used in XRF

The electrons in an atom do not al follow the same orbit but arrange themselves in well defined shells
around the nucleus; these shells are known as K, L, M, N, O, P and Q; the K shell being nearest to the
nucleus. Each shell represents an energy level, composed of different sub-levels.

VII
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Figure 3.7

The K shell has the lowest energy and the Q shell the highest, but it is important to note that the largest
energy difference between any two shells is between the K and L shells; the smallest difference is between
the outermost shells. The energy of a given electronic shell depends on the atomic number and thus, it varies
from element to element. Further details of atomic structure can be obtained from any standard text book of
Atomic Physics. X-ray spectral lines are grouped in series: K, L, M, N etc. All the lines in a series result
from electron transitions from various higher levels to the same shell.

When a K shdl vacancy isfilled by an electron from the L shell we get the Ka line radiation, whereas when
an electron from the M shell fills this vacancy, we get the K3 line radiation. Similarly, if avacancy in the L
shell isfilled by an electron from the M shell we get the La line radiation, if it is filled by an eectron from
the N shell, we get the L3 line radiation and if it is filled by an electron from the O shell we get the Ly line
radiation. Every element has its characteristic K, L and M series. Thus, light elements give rise to only K
lines, mid range el ements can emit both K and L series while the heavy elements produce K, L and M series.
Thus the spectra get increasingly complex when we go towards heavier elements. In practical XRF, we select
the principle lines of K and L series to measure an element athough there may be other lines present. The
selection of an anaysis line depends mainly on the type of sample, the elements present in it, the
concentration range of the elements and the excitation conditions.
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Instrumentation

In X-ray fluorescence we basically distinguish between two types of instruments. the wavelength dispersive
(WDX) and the energy dispersive spectrometer (EDX). Both WDX and EDX employ an X-ray source for
exciting the sample. They essentially differ in the way the X-ray spectra emitted by the sample are detected.
In WDX, the fluorescence spectrum is dispersed into discrete wavelengths using a dispersion device (e.g. a
crystal) which are then detected using a gas proportional or scintillation counter. In EDX, one measures the
entire fluorescence spectrum directly using a solid state detector such as Si(Li) or HPGe which is then
processed using a multichannel analyser to obtain the information on an energy scale. The energy and the
wavelength of a photon are related in the following way:

E=hv=hc/A =12.4/\

The main components of an WDX spectrometer can be seen in Figure 3.10. They are: X-ray tube, primary
collimators, crystals, secondary collimators and detectors. Additional components are: Primary beam filters,
aperture mask and attenuation filters.

X-ray Tube

The two types of X-ray tubes which have been the subject of considerable discussion in recent years are:
End-window and Side-window tubes. Today, all major manufacturers equip their instruments with the End-
window tube which proves that this tube is the more versatile and the better compromise for the whole
element range. Therefore, the differencesin performance and construction will not be discussed here.

The tube houses filament and an anode under a high vacuum metal enclosure. The filament is heated by an
electric current which then emits electrons by thermionic emission. These electrons are then attracted and
accelerated towards an anode (target) when a high voltage difference (10-70kV) between the anode and the
cathode is applied. Primary X-rays are produced when these electrons of high velocity collide with the target
material. Upon impact, most of the kinetic energy of the electrons is converted into heat requiring the anode
to be cooled efficiently. Only a small part (0.2-0.5% depending on the type of target) of the electron energy
isusefully converted into X-rays.

This X-ray radiation consists of the Continuum or Bremsstrahlung or White radiation, the characteristic X-
ray lines of the target materia (K, L, ... series) and characteristic lines from any contaminants. Thus, as
shown in Figure 3.8, the primary spectrum from a conventional X-ray tube consists of intense characteristic
lines from the anode material (e.g. Rh) on abroad envelop of continuum.
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Figure 3.8

Continuum

The impact of the electrons on the target is non-selective and produces a wide range of energy transitions and
consequently a continuum of X-ray emissions. In other words, stepwise deceleration of the electrons causes a

continuum of emission lines.

This continuum has a short wavelength limit which depends on the accelerating voltage used and is
independent of the target material. However, the intensity of the continuum increases with atomic number of
the target. Figure 3.9 shows the intensity of the continuum spectrum at three different voltages for the same
target material. We notice that the intensity of the spectrum increases with the voltage and the minimum
wavelength limit shifts to lower wavelengths (i.e. higher energies) when we go from 20 to 50 kV.

\

Ny,

> 50 kV
‘»
c
ot
= 35 kV
20 kV
Wavelength
Figure 3.9

One can express the integral intensity (ljnt) of the continuum as a function of the target material (Z, the
atomic number), the high voltage (V) and the current (i) as follows:

lint isproportional to (i Z V2)

Thus, for a given target and high voltage, the intensity of the continuum is directly proportional to the
emission current.
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Characteristic spectra and choice of the X-ray tube target

When the incident electrons have sufficient energy to gect electrons from the K and L shells of the target
atoms, then one obtains the characteristic K and L lines of the target material. Unlike the continuum, this
phenomena is selective and causes intense sharp lines of the given target element. Figure 3.8 shows these
lines superposed on the continuum. The heavier the element of the target, the more intense the characteristic
lines emitted. However, in practice the efficiency of a given target is dependent on the operating conditions
(kV and mA).

The X-ray tube target is selected based on several factors. One of the most important factorsis related to the
efficiency of the target lines to excite a wide range of elements in the sample. In order to understand the
efficiency, we must invoke the concept of Absorption Edge of an element. Every element has an absorption
edge for a given series of lines. For example, an element like Mo has a K absorption edge and three L
absorption edges (LI, LII, L1I1). As discussed before, thisis related to the binding energy of the electronsin
the K shell or L shell. Therefore, when choosing a suitable target element, one must consider the position of
the K and L lines of the target. If these intense target lines are close to the absorption edges of the analyte
elements in the sample, they make the dominant contribution to the excitation of the sample; otherwise the
continuum makes the dominant contribution. Although X-ray tubes are available with different target
elements like Cr, Cu, Mo, Rh, Au and W, it is difficult to find a favourable target for al anaytes.
Consequently, continuum is frequently relied on for excitation. However, one can optimise the choice of the
target element by considering the most common parts of the periodic table. Mgjority of the spectrometers are
equipped with Rh X-ray tubes since, the Rh K lines can excite the mid range elements while the Rh L lines
can effectively excite the lighter elements (see Figure 3.8). When an analyte contains more frequently
medium to heavy elements, W target tubes are selected occasionally.

Spectral Line Interference

The primary spectrum may not only contain the lines from the target element but also those from impurities
in the target, contaminants like Fe, Cr or Cu from various parts inside the tube. Consequently, the
background level at these elements may be unusualy high. Thus, care must be taken to minimise the
contaminant lines from the tube. In addition, the target lines scattered by the sample may not permit the
analysis of the same element in the sample. Sometimes, primary beam filters are used to filter out the
characterigtic lines from the tube if the same element is present in the sample or overlapped by atubeline.

Window thickness

X-ray tubes are usualy sealed with a beryllium window since beryllium has the lowest absorption for X-
rays. The intensity of the low energy X-rays (also referred to as soft X-rays) in the continuum depends
strongly on the window thickness. Most standard X-ray tubes are fitted with Be window of 75 or 50u. The
thinner window is more efficient for the excitation of the light elements. For example, transmission of soft
X-rays (useful to excite light elements) improves by at least 20% when the window thickness is reduced
from 75u to 50p.
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Dispersion

A dispersion device is the heart of an WD XRF spectrometer. It contains the following parts: Primary and
secondary collimators (flat crystal geometry) or entrance and exit slits (focussing crystal geometry), crystals
and detectors. One can classify the XRF spectrometers into two categories depending on the X-rays optics
involved.

Sequential Instruments

Traditionaly, segquentid instruments employ a "Paralel beam geometry" or a "flat crysta geometry"
allowing the angles of the crystal and the detector to be selected with a device called goniometer (a rotating
frame on which the crystal and detector have a Theta-two Theta coupled movement). The geometry of such a
spectrometer with the main components is shown in Figure 3.10 and a sketch of the ARL goniometer in
Figure 3.12.

X-Ray Tube

Crystal 20

Anode :
(Target) ©) ©)

—

Primary

Beam /

Filter mimator Detector
Sample
Cassette

Primary chamber
Spectrometer Tank

KXx9899D00400

Figure 3.10
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Simultaneous Instruments

In Figure 3.11 the simultaneous type (or fixed channel type) of spectrometer is shown where one makes use
of a "Focussing beam geometry”. Here, instead of flat crystals, we use curved crystals, the radius of
curvature being a function of wavelength range of the spectral lines to be measured. Further, collimators are
replaced by dlits whose width and height are again determined for each wavelength. This type of
configuration is obviously used to measure a predetermined element since al the parameters are fixed based
on the wavelength of the spectral line to be measured. Thus, a simultaneous instrument may house as many
as 30 such fixed channels, each dedicated to measure one line. ARL's 9800 is such an instrument.

Focussing crystal

X-ray tube

\ Entrance
(Source) slit

Exit
Detect lit
(Detector) s

(

Detector

KXx9899D00500

Figure 3.11

Instrument Components

We will now discuss the basic components involved in the wavelength dispersive spectrometer (both
sequential and simultaneous types). As mentioned earlier, crystals are the essentia part of the spectrometers.
In the following discussion, several concepts related to them are presented.

Goniometer

The exact positions of the crystal and detector are read by two optical encoders based on Moiré fringes. This
gearless system ensures an accurate and reproducible positioning of crystal and detector as compared to the
mechanically coupled (gear) system. Thus, a sequential measurement consists of positioning the crystal at a
given Theta and the detector at 2 Theta and counting for certain amount of time. Then the crysta and
detector are rotated to a different angle for another line etc.
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Figure 3.12

Thus a goniometer renders qualitative and semi-quantitative analysis of the sample where one has to scan a
whole range of wavelength to identify the elements present in the sample. In a quantitative analysis, where
the elements present in the sample are known, one can set the crystal and detector on a peak position of the
line and count for a fixed time, then move off the peak to measure background points and subsequent
elements. A secondary collimator is placed between the crystal and the detector to guide (collimate) the
diffracted beam into the detector and also to limit unwanted radiation getting into the detector.

Collimators

The primary and secondary collimators are usualy made of a series of parale blades. The length and
spacing of the blades determine the angular divergence admitted by the collimator. This angular divergence
together with the crystal "rocking curve' (the width of the diffraction profile) determine the final resolution
of the spectrum. One can improve the resolution by closing the collimators to minimise the divergence. But
then, the photon flux across the collimator and hence the intensity decreases.

Sample

Crystal

Figure 3.13
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Thus, a compromise between the fina resolution (necessary to avoid important spectral overlaps) and the
sengitivity (related to the intensity) is made. Generally, the collimators are adopted in accordance with the
crysta's intrinsic divergence, which varies from one type of crystal to another. Some of the crystals offer
excellent resolution while others have a very wide diffraction profile. For this purpose, ARL's sequential
spectrometers offer up to four types of collimators. Fine collimators are used for most of the heavy elements,
Medium for the mid range elements and Coarse for the light elements.

Crystals

A crystal may be defined as a solid, composed of atoms arranged in a periodic pattern in three dimensions. In
acrysta lattice, the planein which atoms arein arow is called the crystal plane. The Figure 3.14 shows a set
of crystallographic planesin acubic crystal.

The planes are identified using Miller indices (hkl). For example, in the figure are shown three such planes:
(100), (110) and (111). The interplanar spacing (the distance between any two adjacent planes of same type)
is denoted as d. In XRF, we generally refer to the 2d values of the crystals since we will be using the 2d
valuesin what follows.

L
100 101

111 201
M
X

Figure 3.14

Diffraction

The crystal planes reflect X-rays just like mirrors reflect light. The main difference is that crystal planes
reflect X-rays only when certain conditions are met. This selective reflection is known as diffraction.

: T~
d dsing ‘

2dsin©

Figure 3.15
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Diffraction can be considered as constructive interference, in the sense that when the X-ray photons
(considered as waves) are reflected coherently, they undergo a constructive superposition of the waves. Only
then, the X-rays are reinforced in their amplitudes while in al other cases, they interfere destructively. The
most important condition isthe so called "Bragg's Law of Diffraction”. Bragg's law saysthat if a lattice plane
having an interplanar spacing of d reflects an X-ray wavelength of A, this wave differs in path length by a
distance of (2d sin ®) from the wave reflected by the adjacent plane. This phenomenon is shown in the
Figure 3.15. When this path length differs by a whole number of wavelengths, the reflected X-rays are
reinforced, otherwise they annul each other. We can sum up this with the following Bragg eguation:

N\ =2dsn©® Bragg'slaw

where: an integer (1,2,3...) called "Order of Diffraction”

n
d: interplanar spacing of the crystal plane used (Angstroms)
)] Bragg angle or diffraction angle (degrees)

A: wavelength of the spectral line (Angstroms)

Thus, we see from this relation that for a given crystal plane and for a given order of diffraction, each
wavelength in the incident XRF spectrum is diffracted at an unique angle. The maximum wavelength a
crystal plane can diffract is 2d itself (when sin © takes the maximum value of 1). Therefore, one requires
crystals or crystal planes with different 2d values in order to cover different wavelength ranges across the
periodic table. A number of crystals suitable for diffraction are available today. Some of them are inorganic
(like LiF) while others are organic (like PET) in nature.

For further information on diffraction analysis or the integrated XRD system of the ARL 9800, please refer
to the brochure "ARL 9800 - Integrated XRD system".

Multilayer Structures

Aswe go from short wavelengths (lines from heavy elements) to long wavelengths (mid range elements), the
2d spacing of the crystal used also increases in order to be compatible with Bragg's law and hence the
angular range. However, as we go to very long wavelengths (the K lines from light elements such as
Beryllium to Magnesium), we must use crystals with increasing 2d spacing (>10 Angstroms). Most of the
natural crystals do not have such high 2d spacing. Historically, some of these light elements were measured
with synthetic crystals like lead stearates and some kind of soap crystals which suffered from several
drawbacks (radiation damage, stability under vacuum etc.). Today, new stable structures called "Layered
Synthetic Microstructures’, (in short LSM) are available. These are multilayers of a light element (like B, C
..) and aheavy element (Mo, Ni, V, ..) alternating with a spacing of 2d deposited on a Si substrate.

The advantage with these man made structures is that one can try to optimise the combination of the light
and heavy elements, the thickness of the layers, and the 2d spacing in order to get the best possible device for
agiven element. The result of these new developments is that we now have a family of multilayers allowing
one to measure el ements from Beryllium through Magnesium. We use essentially three or four types of these
multilayers along with the natura crystals.

Reflectivity and Resolution

In addition to having a convenient 2d spacing, the crystals should have good diffraction efficiency, i.e. the
ratio of diffracted photons to the incident photons. Some crystals like LiF have excellent reflectivity while
others suffer from a poor diffraction efficiency. We are generally interested in the peak reflectivities and not
the integral reflectivities. The variation of reflectivity when the crystal is "rocked" around the diffraction
peak by small anglesis called the "rocking curve" of the crystal. The height and the width of this curve give
us the indications on the total/integral reflectivity, the peak reflectivity and the width of the diffraction
profile. These characteristics depend on several factors; the most important being the mosaic structure of the
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crystal. If the crystal is nearly perfect (i.e. no defects in the crystals, no surface damage, no doped impurities
etc.), then it will have a very narrow rocking curve and rather weak peak reflectivity. This is attributed to a
phenomena called "Self-extinction” in the crystals. Self-extinction is essentialy due to the fact that the
diffracted waves from the inner planes in the crystal are reflected back into the crystal in the absence of any
defects (deviation from perfect periodicity). Thus, most of the crystals used in our spectrometers are treated
to induce a mosaic structure and reduce the effect of self-extinction. Therefore, the diffraction efficiency can
be increased by various treatments such as abrading, quenching, elastic bending, impurity-doping and so on.
Of course, it must be done in a controlled way in order not to broaden the diffraction profiles. Otherwise, we
may have undesirable effects on the resolution. As a general indication, the multilayers, which are pseudo-
crystalline structures suffer from very broad diffraction profiles compared to the natura crystals. Finaly, it
may be remarked that:

¢ Some of the crystals have an unusualy high reflectivity at particular wavelengths. InSb crystal is one
such example. Although PET crystal is used as a general purpose crystal (on a goniometer) to measure Al,
Si, P, Sand Cl, the InSb crystal has more than two times the reflectivity for SIKa.

¢ Further, some of the crystals reflect only odd orders of diffraction, i.e. 1st, 3rd, 5th etc. Germanium
crystal is an example. It is used for its higher reflectivity to measure P, S and Cl and does not have 2nd
order, 6th order ... reflections. This may be an added advantage in cases where we need to suppress higher
orders.

¢ Some crystals may emit their characteristic fluorescence. This may be seen in some cases as a high
background on the corresponding elements.

Dispersion Power

Crystals also have an important property called "Dispersion power", i.e. the capacity of a given crystal plane
to separate the lines most effectively. The dispersion power depends on (1) the 2d spacing of the crystal
plane used (2) the Bragg angle and (3) the order of diffraction. Thisrelation is given asfollows:

do / dA = (n/2dcos ©)

Thus, we see that:

¢ The smaller the 2d spacing, the better the dispersion.
¢ Thehigher the diffraction angle, the higher the dispersion.
¢ And higher orders of diffraction have increasing dispersion.

An example of this relation is shown in the Figure 3.16 where the same spectrum has been recorded with
three different crystal planes. In this figure three different crystal planes were used: LiF200 (2d = 4.028),
LiF220 (2d = 2.848) and LiF420 (2d = 1.802). We notice that the lines are best separated when LiF420 is
used. However, the peak intensities drop significantly when we go from LiF200 to LiF220 to LiF420 crystal
planes. Thus, one must keep in mind that higher dispersion may sometimes mean lower peak intensities.

The fina point is the observation of increasingly poor dispersion when we move towards light elements.
Since the 2d spacing increases (inevitably), crystals or multilayers in this range have poorer dispersion.
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Figure 3.16

Stability

Stability of the crystal is another important factor for a reliable and reproducible measurement. Crystals may
undergo changes due to temperature shifts, they may suffer from radiation damage and they may be affected
by chemical pollution in the spectrometer. Thus, care must be taken to maintain them at constant
temperatures and protect them from being contaminated. Some crystals are more sensitive to temperature
changes than others. Essentially, when the temperature changes, the crystal planes, due to thermal expansion,
may attain a dightly different 2d spacing. This obviously shifts the Bragg angle for a given wavelength and
thus one may not be measuring at the peak position any more.

PET is one of the most sensitive crystals with respect to temperature particularly at higher Bragg angles.
ARL's spectrometers are equipped with thermal stabilisation circuits which maintain the spectrometer
temperatures within +/-0.5 degrees. In addition, the crystals are maintained at constant temperatures using a
local temperature control system. Thus, the peak shifts due to thermal changes are excluded to a great extent.

Flat crystals vs curved crystals

Most of the discussion so far is valid for both flat crystals as well as curved crystals. We have seen earlier
that curved crystals are employed in fixed channel instruments in contrast to flat crystals which are used in
sequential instruments.

There is an exception for multilayer crystals used for Na and Mg monochromators for which flat or curved
crystal are used. Flat crystal monochromators are used with FPC detectors to optimise sensitivity and curved
crystal monochromators are used with sealed detectors in case the instrument should run without a P10 gas

supply.

There are different ways in which a crystal can be curved to obtain a perfectly focussing or semi-perfect
focussing beam onto the detector. Among the most common geometry, logarithmically curved crystals are
used currently in ARL' spectrometer.

Higher orders of diffraction

It may be seen from Bragg's law that higher orders of diffraction from heavy elements may superpose on the
first order diffraction of lighter elements. For example, first order of P Ka (6.16 Angstrom, second order of
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CaKp (3.09 Angstrom) and third order of Gd La (2.05 Angstrom) will al be diffracted at nearly the same
diffraction angle when the same analysing crystal is used since they all satisfy the Bragg's law at the same ©
angle. Thus, superposition of different orders of diffraction can cause some unwanted overlaps. However, as
we will see below, most of the modern spectrometers are equipped with a Pulse Height Discriminator (PHD)
which analyses only those pulses with an amplitude above a threshold and fall in a given window. Thus, one
can reduce the contribution from higher orders by a proper setting of the PHD parameters.

Resume

We will conclude this chapter by summarising the important points:

14

Wavelength dispersive X-ray spectrometers employ crystals and multilayers for dispersing the
polychromatic fluorescence spectrum into monochromatic wavelengths.

Flat crystals are used in conjunction with collimatorsin sequentia spectrometers (single channel) where a
scanning mechanism is provided (Goniometer). The crystal and the detector are coupled by a theta-two
theta relation. ARL' s goniometer has a gearless mechanism to ensure precise and reproducible
positioning of the crystal and detector. The flexibility and the wide scan range available with the
goniometer render the sequentia instruments versatile and useful for exploratory (qualitative and semi-
quantitative) work.

For Naand Mg, and depending on the detector, multilayer crystals can be used for monochromators using
aflat or curved crystal geometry.

Curved crystals are used in conjunction with dlits in the s multaneous (multi-channel) instruments. These
channels (or monochromators) can be constructed once the elements (or the lines) are predetermined. The
focussing X-ray optics (thus high intensity and excellent resolution) used, the rapidity and the stability of
these instruments make them ideal tools for production control and quality control applications.

Both types, flat crystals or curved crystals, diffract X-rays according to the Bragg's law where the
wavelength and theta are related uniquely for a given crysta plane.

Different crystals are used for different spectral domains depending on their 2d spacing, dispersion
power, reflectivity and stability.

The resolution of a spectrometer is its ability to distinguish two spectrd lines of nearly same wavelength
or closely spaced lines. In WDX, resolution is a combined effect (convolution) of angular divergence
admitted by the collimators or dits, the rocking curve (the width of the diffraction profile) of the crystd,
the dispersion power and to a much lesser extent, the detector resolution. Thus, the combination of
primary collimator and crysta vary from one spectral region to another. In contrast to the WDX
spectrometers, the resolution in EDX spectrometers is predominantly determined by the energy resolution
of the detector.
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Detection

Detectors used in most of the commercial WDX spectrometers can be classified into two categories:
(1) Gasfilled proportional counters for long to intermediate wavel engths (FPC, Multitron and Exatron).

(2) <cintillation counters for short wavelengths.

Gas filled counters

Gas filled detectors are again subdivided into two types:. Flow Proportional Counters (FPC) and Sealed
Detectors. FPCs have a continuous flow of gas and the pressure inside the detector is regulated. They are
generally closed with Aluminium coated thin polypropylene windows of the order of 1-2u thick. The
purpose of such athin window is essentially to increase the transmission of long wavelength X-rays.

Sedled detectors, referred to as Exatrons and Multitrons, have 25-200 micron beryllium windows. FPC's are
used for light elements (from Beryllium through Copper in general) on a goniometer. Sealed detectors are
employed in fixed channels although small sizes FPCs are used in the fixed channels for light elements. The
principle of operation is the same in both the types. The gas detector in its smplest form consists of a hollow
metal cylinder (acting as cathode) carrying a filament (metal wire of about 50-75 microns diameter acting as
anode). A high voltageis applied across the two electrodes. The cylindrical casing is earthet. The Figure 3.17
shows the Multitrons and Exatrons.

<— Body -

| Filament +

Exatron
Window
= Body -

] X o=

Flament +

Multitron
Figure 3.17
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Primary lonization

The detectors are filled with rare gases He, Ne, Ar, Kr and Xe are used for this purpose. They are mixed with
a quench gas (methane, for example). An X-ray photon entering the detector ionizes the gas and creates an
electron-ion pair. The number of eectron-ion pairs depends on the type of gas and the energy of the incident
photon. As an example, Ar gas requires an effective ionisation potential of about 26 €V for one electron-ion
pair. Thus, if a Cu Ka photon (wavelength = 1.542 A, energy = 12.4/1.542 = 8040 eV) entered the detector,
each photon (aso caled an event) will produce 304 electron-ion pairs. If a photon with twice this energy
enters the detectors, it will (ideally) produce twice the number of pairs. Thus, for a given detector gas, if all
the incident photons produce ionized pairs, then the number of pairs is proportional to the energy of the
photon. This is why these detectors are called Proportiona counters. Thus, if the electrical charges produced
are counted, we would have measured the intensity of a given spectral line.

The number of electron-ion pairs produced during the primary ionisation process is not sufficiently high to
be detectable. One needs to amplify the signals considerably before they can be measured with good signal
to noiseratio. Thisis accomplished by a process called "Avalanche" or "Gas Amplification" and is explained
in the next section.

Avalanche

Consider an X-ray photon entering the active volume of the detector. It produces primary electron-ion pairs
along its path until all its energy is expended. When the detector is under high voltage, the electrons are
pulled towards the filament and the ions are attracted towards the body of the detector. As electrons approach
the filament, they are subject to stronger electric field closer to the filament which accelerates them further.
As shown in the Figure 3.18, when the applied potential is low, the electrons recombine with the positive
ions before they reach the anode wire. This is the region of unsaturation. As the applied potential is
increased, the recombination is overcome completely and then al the primary electrons reach the anode.
lonization-chambers operate in this region. Since there is no further secondary ionization, the gas gain
remains as 1. When the potentia is high enough to accelerate the electrons which collide with other gas
atoms to initiate secondary ionization, one begins to see a substantial gain in the number of charge carriers.
This order of multiplication increases as the € ectrons approach closer to afew diameters of the anode wire.
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Figure 3.18
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In the proportional-counter region, each primary electron initiates only one avalanche and the avalanches are
free of any interaction. Thus the final number of electrons after amplification is still proportiona to the
number of primary electrons which in turn is proportional to the energy of the photon entering the detector.
Most of the detectors used in XRF spectrometers function in the region of proportionality. When the
potential is increased beyond this region, the proportionality deteriorates as the same electron may initiate
multiple avalanches. When the applied potential is so high that avalanche is generalised, the gas ions and
atoms are excited. Secondary electrons may be generated at the anode and electrons may be expelled at the
cathode. In other words, one finds a general discharge in the entire detector. Thus, there is no longer any
proportionality between the incoming photons and the output pulse of the detector. Geiger-Muller counters
operate in this region. Finally, a further increase in the potential triggers a continuous and sustained
discharge and the detectors begin to glow. At the end, an arc discharge occurs between the cathode and the
anode wire and detector islikely to get destroyed.

In the proportional region, which is of interest here, one attains a gas gain of the order of 10°-10° permitting
one to obtain good signal to noise outputs. One of the most common gas fillings is the mixture of 90% Ar +
10% CH4 called P10 gas. The purpose of methane addition is essentially to quench the phenomena of
avalanche at one stage. The quench gas molecules also get ionized along with the Ar atoms. When they are
dispersed in the detector's active volume, they contribute to the recombination of the electrons and ions when
the avalanche proceeds in an uncontrolled manner.

Characteristics
Finally, the following properties of the detectors are relevant in practical XRF.

¢ Resolution of the detector is expressed as Resolution = (W/ V) x 100 where W is the peak width (of the
energy profile) at half-width and V isthe maximum of the pulse amplitude distribution.

¢ Stability of the detectors depends on the cleanliness of the anode wire. If the gasfillings are not pure
enough or small particles get deposited on the anode wire, they may distort the local eectric field (by
changing the effective diameter of the anode wire). This may change the gas gain factor causing unstable
detection.

¢ Dead time of the detectors is a more important problem in practical X-ray spectrometry. Dead-time can be
defined as the time during which, after a photon has initiated the ionization, the detector can not process
the next event. As we have seen above, the incident X-ray photon produces a series of ion-electron pairs
which are multiplied in the avalanche process.

The time elapsed between the entry of the photon and the avalanche production may be of the order of 10

7 seconds. The dectrons rapidly move towards the anode while the ions (being heavier) move slowly
towards the metal body of the detector. This causes a positive ion sheath around the anode wire which
prevents further avalanches to occur until its dissipation. Thus, the detector is said to be dead during this
inactive period. In practical terms, this means that the photons entering the detector during the dead time
are not counted since the detector has not totally recovered from the previous event. At high counting
rates (high photon flux) the loss of counting events can be reasonably high.

Most modern spectrometers correct this loss mathematically. The dead time can be estimated using
different photon counting rates. Since the output signa is proportional to the number of photons, any
deviation from linearity indicates the extent of dead time.
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¢ Escape peaks in the detectors are caused by the X-ray photon whose energy is greater than the absorption
edge of the counter gas. For example, if the counter contains Ar gas, some of the photons (say with an
energy E from a given element) may induce Kalphatransitions in Ar and lose their energy in the primary
process. Thus the pulse amplitude distribution contains not only the pulse amplitude from origina
photons of energy (E) but also additional pulses with an amplitude corresponding to the difference in the
energy E - E(ArKa).

Escape peaks may not represent a serious problem as long as they do not cause overlaps on other lines
from the sample. In some cases, the threshold of the pulse height discriminator is fixed such that the
escape peaks are not counted at al. This may not be a good practice since the intensity of the escape peak
is also contributed by the photons from the same spectral line.

Scintillation Counters

Scintillation counters operate on an entirely different principle compared to the gas filled detectors. They
consist of two essential parts: a scintillating material (called phosphor, usually a single crystal doped with an
activator) and a photomultiplier. Scintillating crystals like Nal: Tl+ have an interesting property that when the
X-ray photons are incident on such a crystal, they emit visible (in the present case, blue) light. Thus, they
convert X-ray photonsinto visible photons. The Figure 3.19 shows the construction of a scintillator counter.

Be window  Photocathode Anode

Pre-ampifier

—o
High voltage
)
— Dynodes
Figure 3.19

The scintillator crystal is optically coupled to an appropriate photomultiplier tube and the whole assembly is
sealed using a beryllium window. Sealing is necessary because the Nal:Tl+ crystal is hygroscopic in nature
and should be protected from humidity. When the blue photons from the scintillator crystals are incident on
the photocathode of the PM tube, they rel ease photoel ectrons.

The PM consists of a number of positive electrodes called dynodes which are arranged at an increasingly
positive potential. Thus the photoelectrons get accelerated successively by the dynodes and release more
photoelectrons. Thus, the process of multiplication continues until the last dynode. The end result is an
internal amplification of the order of 10°-10° depending on the number of dynodes and high voltage applied
to the PM tube.

Thus, ascintillator is a solid state detector where X-ray photons are converted into light photons and detected
by a conventional photomultiplier. The escape peak phenomena and the dead time are also observed in
scintillator detectors. Escape peaks may occur when the incident X-ray photon can gect a K or L shell
electron from the iodine in the phosphor material. Dead time of the scintillation counters is somewhat longer
than that of the gas proportional counters.
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Pulse Height Discriminator (PHD)

Both gas detectors and the scintillation counters used in XRF are proportional detectors, i.e. the energy of the
incident X-ray photon determines the size of the voltage pulse produced by the detector. A pulse height
discriminator makes use of this property in order to select only a narrow range of voltage pulses, thus
rejecting all those unwanted pulses. X-ray photons of different orders of diffraction may enter the detector if
their Bragg angles coincide. As shown in the Figure 3.20, the height of the pulses from different orders of
diffraction is not the same. The pulse height analyser includes adjustable upper and lower electronic
thresholds forming a "window". This window only accepts pulses from the detector with amplitudes greater
than the lower threshold and smaller than the upper threshold. These pulses can pass through the window
into the output amplifier and all others are rgected. Thus, by a proper setting of threshold and window, one
can significantly reduce or even eliminate the contribution from higher order diffraction lines. This setting
aso helpsin reducing the background radiation.

Intensity First order peak

A

Second order peak

Electronic
Noise

Pulse A Pulse B Erfrgy
/v < > ‘
Threshold
E1l Window E2 E3
Figure 3.20

As shown in the Figure 3.21, the incoming pulses A, B are from physically overlapping spectral lines which
are seen by PHD to have differing amplitudes. To receive pulse B, the window is adjusted to accept the
amplitude E2 - E3; for pulse A the window is set to E1 - E2 when pulse B is too high and is rejected.

A Pulse Height (E)

B
77777777777777777777777777777 E3
A A
E2
A

77777 11l A B =
—>

Time

Figure 3.21
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Final output

Finally, the output from the amplifier or pulse height analyser must be interpreted. One uses a scaler, which
gives astrict pulse-by-pulse count as received from the pulse height analyser. However, the preferred method
is to integrate the pulses as received in an eectronic integrator (a scaler and timer). If N represents the
number of counts in an integration time of t seconds, then the count rate is simply N/t counts per second
(cps). Thus the output signal from the spectrometer is, for most practical purposes, presented in terms of
counts per second. This value of intensity is then converted into concentration using different methods
(calibration, empirical coefficients method, Fundamental Parameters method etc.). In a qualitative analysis,
the intensity (cps) is directly displayed on a screen as the goniometer scans across different Bragg angles,
resulting in a spectrum.

AA83414 User Manual ARL 9800 3-23



: B
VAN

INSTRUMENT PREPARATION



7]
VAN

Instrument Preparation

Chapter 4

4 INSTRUMENT PREPARATION

Switch on Instrument

On the back side of the instrument:

¢ Switch MAIN breaker on.
¢ Switch X-RAY GENERATOR breaker on.

Figure 4.1

KXx9800D01600

On the front of the instrument;

¢ Turn the red emergency button clockwise on.

[ARL 5800 STM/SEQ XRF

MASTER RESETe ACS LINK

SO SERVICE LINK

EXTENSION I/0

COMPUTER X-RAY
3A MAX GENERATOR MAIN

1

circuit breaker

. &-<sEmergency stop

KXx9800D03100

Figure 4.2 Front view with 12 Position Sample Changer
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Switch on Instrument with X-Y Sample Changer

On the back side of the instrument (see Figure 4.1):
+ Switch MAIN breaker on.

+ Switch X-RAY GENERATOR breaker on.

On the front of the instrument:

¢ Turn the red emergency button clockwise on.

Emergency stop

- -

Figure 4.3 Front view with X-Y Sample Changer
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Switch on Instrument with Manual Loading or SMS Automation System

On the back side of the instrument (see Figure 4.1):

+ Switch MAIN breaker on.
+ Switch X-RAY GENERATOR breaker on.

On the front of the instrument:

¢ Turn the red emergency button clockwise on.

Emergency stop

/
ARL /

ARL 9800 SIM/SEQ XRF

Figure 4.4 Front view with Single Position Loading
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Power-up Sequence

The power-up sequence of the ARL 9800 is done to reset all microprocessors and the mechanical parts.

¢ Make sure that the computer, the computer display (video terminal) and the printer are correctly plugged.
¢ Switch on the computer.
¢ Wait for the computer to have the Windows operating system booted.
¢ Switch on the ARL 9800 with the main breakers.
¢ As soon as the power has been switched on, the displays of the ARL 9800 will show the following
information step by step.
Note: Depending on the configuration, the displayed information may vary.
¢ Stepl
-
Figure 4.5
¢ Step 2
I
-
Count up in percent
Figure 4.6
¢ Step3

START XMIOs 01  CODE ZERO REQUIRED _

0 kv 0mA OFF ZERO REQUIRED _

Code count up

Figure 4.7
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¢ Step 4

Figure 4.8

¢ Step 5

-- NOT CONFIGURED -- ZERO REQUIRED _

Figure 4.9

At this moment, the power-up sequenceis finished. The instrument needs to be configured.

AA83414 User Manual ARL 9800 4-5
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Instrument Configuration and Initialisation

Instrument Configuration

At the WinXREF start-up the following window will appear.

¢ Click on Cancsdl.

+ WindAF 3.0-1 -

TS Indtiumend |nitlalizalion

Dowmboad Parameters

A]|;.«,1 I~ High Yalage Calibration
™ Position Calibration
F Instrument Status

I™ Line Library T [

OE Cancel I

Figure 4.10

It is recommended that you inspect the instrument configuration parameters, to make sure they match with
the instrument hardware.

From the main menu, click on Utilities,
Click on Instrument Configuration.
Click on Instrument.

If all parameters match, click on OK.

* & & o

Some information about the hardware configuration of your ARL 9800 can be found in the QA report.
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Instrumend Type Weray Tube Power Supply Type
| 9s00yaB00xP =] |standard (5o -
ki i) Caseeile Header | Number af Menochromators [8-32); 12
L r 5-Band Target Anode 1 ldentifisr: Rh
L0 HH.I!‘II‘IE £ - Bamd arget Ancde ¢ |dentidier:
% Manlpulator r'l‘.| 'I: 'I" il Mumber of Primary Beam Devices
3% Manipulator P — ™~ Mone fitled I Four(lhies]
lulre Shicid Option

Mumber of Positions ":-EEEII I‘IE = O © Lnadfimlinad  Permanent
Mumber of Belts [0-99); I_
Mounted ¥RF Goniometers Helim Dptior

< 1st ™ Znad ™ 3nd
HDII.IIJ‘_EI’ WAD Conbomelens i Mot Fited ~ Fited

= st I il Clliptical b asks

Mot = Twenn

s

Cancel I

Instrument Type

Figure 4.11

You must select ARL 9800 / ARL 9800 XP or ARL 9800 Oasis as I nstrument type depending on your

version.

X-ray Tube Power Supply Type

X-ray tube power supply type for ARL 9800 and ARL 9800 XP:

¢ Standard (60 kV)
¢ High Performance (70 kV)

The ARL 9800 is supplied with a Standard 60 kV X-ray tube power supply. An option is available to
power the X-ray tube up to 70 kV. In this case select High Performance 70 kV.

Sample Loading Mechanism Type

Three sample loading mechanisms are available with the ARL 9800:

Selection for the 12 positions sample changer:

¢ Magazine
¢ Number of Positions. 12

Selection for the X-Y sample changer:

¢+ X-Y Manipulator

AA83414

User Manual ARL 9800

4-7



Z | N

Chapter 4 Instrument Preparation

¢ Number of Positions: xxx
Selection for the SM S automation system:

¢ X-Y Manipulator or Manual entry
¢ Number of Positions: 1

Note: If the X-Y sample changer uses belts, then xxx = 49.
If the X-X sample changer has two trays for samples or cassettes, then xxx = 149.

Primary Beam Device (PBD)

The primary beam device is an option. Four primary beam devices are available with the ARL 9800.
Primary beam collimator:

¢+ Number of Positions: 2 only applicableif the ARL 9800 is equipped with the XRD channel.
Primary beam filter:

¢ Number of Positions: 4
¢ Only 2filterspossibleif equipped with a XRD system

Instrument Initialisation

The initialisation of the ARL 9800 is done to reset all microprocessors and the mechanical parts. In case of
problems with the instrument this operation should be done.

¢ Toinitialise the instrument click on Initialisation and then Send Instrument Configuration <F6>, or
simply press <F6>.
¢ Select High Voltage Calibration, Position Calibration, Instrument Statusand Line Library.

-
YIS Incivumsant Dnilsalizalion

Divenlnad Parameters

= High Yoltage Calibration
 Position Calibration

F Instrument Slatas

caa |

Figure 4.12

¢+ The Database Category of which the Line Library should be transmitted, can be selected by clicking
on Select.
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¢ Click on OK to return to the former dialog box.
¢ Click on OK to start the transmission.

Catugoeias o oend

fosailable Selected
.| loare -]
Calibration

Factory_Calibration

Hew
OuantdAs Fuld = |

UniChuant

£ Hemowve

ok | cancel

Figure 4.13

Click on the Line Communication monitor item in the task bar and wait for the end of the configuration.

| itine... | B

Figure 4.14

During the initialisation, the following information will be displayed.

¢ Stepl

CHECK COMPATIBILITY ZERO REQUIRED

0 kv 0mA OFF ZERO REQUIRED

Figure 4.15

CHECK XMIs COMPAT. ZERO REQUIRED

0kV 0mA OFF ZERO REQUIRED _
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Figure 4.16

¢ Step3

Count up

Figure 4.17

¢ Step 4

- STAND BY - ZERO REQUIRED _

Figure 4.18

At this moment, the basic initialisation sequence is finished. The rest of the initialisation depends on the
configuration of the instrument.

Gas Supply

Argon-Methane Gas for FPC (optional)

¢ Check that the gas bottle tap is open.
¢ Check that the pressure is set at 0.25 bar on the bottle pressure reducer.

The argon-methane gas flow is set to 20 ml / min. A 50 litre bottle at 200 bars will last approximately ten
months. Check regularly the gas level of the bottle. To prevent contamination, don't wait until it gets
completely empty before replacing it.

Gas Bottle Replacement

To exchange a gas bottle follow the procedure hereafter:

Make sure theinstrument isin idle state.

Close the present bottle.

Remove the manometer from the bottle.

Secure the new bottle to its position. Remove the top

Check that the tap is properly closed.

Unscrew the brass protection.

Screw on and tighten the manometer on the new bottle.

Open the tap slowly.

After approximately 3 minutes the system is again in regulation.

* S 6 6 ¢ O o 0o
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¢ Check the status to make sure every thing isin order.

Environment Setting

To select the environment, perform the following actions:

¢ Click on Initialisation in the main menu.
¢ Click on Set Environment icon.
¢ Sdlect the environment by clicking onto the corresponding radio button.
¢ Clickon OK.

gl Eorap Fnyiionmeri

'F' o Air £ Helium Waciasm |
0k I Cancel |
Figure 4.19

To change to aVacuum environment when Air environment is set, click on Vacuum and OK.

The ARL 9800 display will show the following sequence:

PUMPING PC:>1000 PA 1t ZERO REQUIRED
O0kV 0mA OFF ZERO REQUIRED

PUMPING SP:>1000 PA 1t ZERO REQUIRED
0 kv 0mA OFF ZERO REQUIRED

Figure 4.20

The first display will inform on the vacuum level in both chambers.

¢+ PC: Primary chamber
¢+ SP Spectrometer

The arrows on the right provide the following information:

AA83414 User Manual ARL 9800 4-11
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Sign Description
1 The estimated pressure is increasing
! The estimated pressure is decreasing
- The estimated pressure is constant

To confirm that the vacuum environment has been achieved, the ARL 9800 instrument display must show
‘STAND BY’ inthefirst display.

---- STAND BY ---- ZERO REQUIRED

Figure 4.21

To change to an Air environment when the Vacuum environment is set, click on Air and OK.

The ARL 9800 display will show the following message:

Figure 4.22

Note: When changing from the Vacuum to the Air environment, the X-ray tube will be switched
off automatically.

To confirm that the Air environment has been achieved, the ARL 9800 instrument display must show
‘STAND BY’ in thefirst display.

---- STAND BY ---- ZERO REQUIRED

Figure 4.23

Switch the X-ray Tube Power Supply on
To switch the X-ray power supply on, from the main menu click on I nitialisation and then Set X-Ray.

¢ Seect On Slow, Operational or Standby.
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+ Select the kV and mA working condition.
¢ Click on OK.

It is recommended to keep the X-ray tube constantly in operation (24/24 hours) in
order to avoid thermal stress on the filament. See Eco mode operation to spare energy
when the instrument is not in use for analysis.

' Set X-ray Conditions

—M-ray state
" On slow & On fast " Off " No change
—¥-ray mode
~ Standby " Non-autostart
Anode target
Voltage: kv =+
arals 4] £ 37

Current: mA ISB
concel |

Figure 4.24

Before the X-ray tube is actually switched on, the ARL 9800 display will show the following messages:

¢ The water pump will start.

o STAND BY o ZERO REQUlRED _
0KV OmA WATER -> ON [l ZERO REQUIRED _

Figure 4.25

As soon as the correct water flow, temperature and resistivity are reached, the X-ray tube will switch on.

¢ The X-ray lamp located on the top of the ARL 9800 instrument is switched on.

---- STAND BY ---- ZERO REQUIRED

OkV OmA  POWER -> ON ZERO REQUIRED _

Figure 4.26
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---- STAND BY ---- ZERO REQUIRED

X-20 kV X-20 mA ZERO REQUIRED _

Figure 4.27

As soon as the conditions are approaching the desired value, the ARL 9800 instrument will wait for the
exact voltage and current values to be attained.

- STAND BY - ZERO REQUIRED _
20kV 20 mA  WAIT TOL ZERO REQUIRED _

Figure 4.28

As soon as the desired conditions are within the required tolerances the display shows:

---- STAND BY ---- ZERO REQUIRED

Figure 4.29

Eco Mode Setting

Eco Mode is a mode in which, when the instrument has not been used for a certain length of time, the X-ray
power decreases to a pre-defined value. It is also possible to set the firmware in such away that the power is
raised automatically to specific working conditions at a pre-defined hour on specified dates.

The Eco Mode settings can be defined by execution of the menu function Utilities followed by selection of
the folder I nstrument Configuration and the icon Eco M ode Setting.
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Eroduchon § Anekeais

Instrument Configuration

M o

i o
Lhines

Conhgeration Besaod
nsfument Gominmets onochomators
Frimary Beam Deaces Ecp Made Seting Eorrremres Sistus
Stame Chamels Alpme
Figure 4.30

This causes the dialog box shown in the next figure to be displayed. This dialog box is divided into two
parts, the left half allows definition of the conditions during the Eco mode period, and the right half allows

definition of the time and dates when the Eco Maode has to be left and the X-ray power conditions to which
the instrument should return.

AA83414 User Manual ARL 9800 4-15
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ENTEH Eco Mods Farameiers EXIT Eco Mode Paramelers

~ Emabled

- Time (hhomeny;  [6 20
Date [ddimmpvyl: [0 g0 [0
kv |ﬁ (ST Iﬁ

% Enabled

Delay [Minules]:

e o

Druration to reach the

o

Cruration to reach the

condilions [Minobes|: |3' conditions [Minotes|: |3'
Delay belore me-enbering
Eco Mode [Minutes]; 189
Do e it Eco Made on
I B I~ Thuraday
™ Tuesday I Friday
™ ‘Wednezsday F+ Saturday
F+ Sumdany
104 Cancel I
Figure 4.31

The parameters that can be defined are explained hereafter.

ENTER Eco Mode Parameters

This allows defining the X-ray power conditions during the Eco Mode and how these conditions should be
reached.

Enabled This check box has to be checked to allow the modification of the parameters and to activate

the Eco Mode.

Delay (Minutes)
The Eco Mode is started after the instrument has been idle for the time specified here. A
delay of 60 minutesis the recommended value.

kv Thisisthe kV value to be reached in Eco Mode (40 kV is recommended).
mA Thisisthe mA value to be reached in Eco Mode (20 mA is recommended).

Duration to reach the conditions (Minutes)
The value entered here defines the time during which the conditions are continuously
changed until the final Eco Mode conditions (kV/mA) are reached. A duration of 60 minutes
is the recommended value.

EXIT Eco Mode Parameters

This allows defining the dates and hour at which the X-ray power conditions should be raised to a specified
setting. Furthermore, the way how these conditions should be reached can also be specified.

Enabled This check box has to be checked to modify the parameters and to cause the settings to be

activated.

4-16 User Manual ARL 9800 AA83414



Z | N

Instrument Preparation Chapter 4

Time (hh:mm)
This defines the time of the given dates at which the Eco Mode should be I€eft to reach the
working conditions specified hereafter.

Date (dd/mml/yy)
This defines the dates at which the Eco Mode should be left to reach the working conditions
specified hereafter. 0 means “every”, i.e. 00/00/0000 means every day, 03/00/0000 means
every 3rd of every month of every year, 00/07/1997 means every day in July 1997, etc.

kv This is the kV value to which the X-ray power setting should return when leaving the Eco
Mode.

mA Thisis the mA value to which the X-ray power setting should return when leaving the Eco
Mode.

Duration to reach the conditions (Minutes)
This value defines the time during which the X-ray power is continuously raised until the
final working conditions (kV/mA) are reached. A duration of 60 minutes is the
recommended value.

Delay before re-entering Eco Mode (Minutes)
This value defines the delay before the instrument should again return to the Eco Mode in
case the instrument remained idle over the whole period specified here. A delay of 60
minutes is the recommended value.

Do not exit Eco Mode on
If the date specification should be restricted to certain days of the week on which the Eco
Mode should not be left (weekends), then these days can be selected here.

After each modification of one of the parameters described above, the dialog box has to be left by clicking
onto the OK button to store the new values. The user is then asked, whether he wants to send the new Eco
Mode parameters immediately to the ICS (instrument), or only when the instrument is initialised the next
time.

WindRF: Infoamstion

Imstiument? IF pou choose Mo, the
changes will only be taken into scoourd &t
tha naxl mebument cosdiquealion

- Load updated Eco Mode data te
1)

[ Wes Ho

Figure 4.32

Report Eco Mode Parameters

It is possible to obtain a print out of Eco Mode parameters by selecting the Configuration Report option of
the main menu, followed by the Utilities folder, Instrument Configuration folder and finally the Eco
M ode Parameter sicon. Selection of the Print button in the displayed screen will print the parameters.
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EHH'IH-H Fon Mosde Paramelnrs

- Entry Parameiers - - - = === - - Exit Parameters - ---- - -

led Time (hbimm] Date [ddfmmpe] kY
1K S 50

- D ok exit eco mode an -
Re-enter Delay kMon Tue Wed Thr Fri
Ho Mo Mo Mo Mo Ye# Yes

| Erimt I Exit

Figure 4.33

Goniometer Initialisation

After a power up the goniometer can beinitialised and this is done with the goniometer zero operation. From
the main menu click on Initialisation and then click on Zero Goniometer. Click on OK to start the zero
operation.

F‘ Zaen Goninmales

Select Gonlometer

ey | |r_|1Txt_'I HRAF Gonlameter 1

(kK. I Cancel |

Figure 4.34

After the initialisation of the goniometer, the corresponding instrument display will show the following:

o STAND BY o 90.00 LIFZOO Cl _
Figure 4.35
Note: All hardware and software settings are described in the technical description manual for this

optional measuring equipment. We only inform that the change of any of these settings may
affect the correct functioning of the goniometer. Our world wide After Sales Service is able
to provide adequate training or direct support on site.

X-ray Diffraction (XRD) Initialisation

After a power up the XRD can be initialised and this is done with the goniometer zero operation. From the
main menu click on Initialisation and then click on Zero Goniometer. By clicking on the Next button
select the XRD Goniometer. Click on OK to start the zero operation.
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F 4 Feen Goninmales
- Select Gonlometer
Brevious | % #RD Gonlometer 1

Loc] o |

Figure 4.36

After the initialisation of the XRD, the corresponding instrument display will show the following:

---- STAND BY ---- 90.00 LIF200 Ci

Figure 4.37

Note: All hardware and software settings are described in the technical description manual for this
optional measuring equipment. We only inform that the change of any of these settings may
affect the correct functioning of the XRD. Our world wide After Sales Service is able to
provide adequate training or direct support on site.

Monochromator (Fixed Channels) Initialisation

Thereis no initialisation to be done for the monochromators.

Note: All hardware and software settings are described in the technical description manual for this
optional measuring equipment. We only inform that the change of any of these settings may
affect the correct functioning of the monochromators. Our world wide After Sales Serviceis
able to provide adequate training or direct support on site.

Status Reading

Before starting analysis, it is recommended that the user perform a status reading, to check if all the
instrumental parameters are within the working tolerances. To read the instrument status click on
Initialisation followed by Read I nstrument Status <F7>, or ssmply press <F7>.
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Initizalisation

g

=

Stsius Boporon Besd Instruresnt Stmhes [FF] Inbisize Alams and Shetus
L nigigar

Sod lredlrurmenil Tt O i naorecd g Eal EreAsingresnd
Corfigurakon [F]

¥ & K

ot Py Resuls Transmission Cl=ar Exfemeal Anshsers
Fropatias Datn

Figure 4.38

I Jln:llunur} Statux Dicplay

Description Yalue Min M
#-ray tube voltage TkY] 25,670 o.180 0,108
#-ray tube current [méi] 10,350 o180 n.108
Haim woltage (238 @ L1 phase} [u] S0a.008  Zo@.oon 258,000
Primary chamber pressure [Fa] 99,0080 0.080 J.500eh
d-ray primary water lnput Cemp [“C] 225,560 5.a00 4. Al
d-ray primary water output tenp ["C] Z158.068 5.080 45 . @m0
Spectirometer pressire [Pa] T.ae0 0.aen B.oan
d-ray secondary water input tenp ["C] . B0 5. 080 Sl @m0
d-ray secondary water owtput temp  [°C] %080 S.aan 5. @m0

f-ray secondary water reslistiv.[kOhn=cm] 1. doa J50.000 4508, 008

Spectrometer tank tenperature [“c]  11.800  20.800 40,800
KET Uref +2.5 U [¥] 12.800  Z.h@0 z.600
HET Uref 5 U [¥] 13.800  &.980 5100
K-ray tube total activity time [h]  1h.B00 0000 7. 000eN
Bead I Erint Cancel
Figure 4.39
Note: It is important to keep in mind that the ARL 9800 needs a few hours to stabilise its internal

temperature therefore we recommend to wait 4 to 5 hours before starting a calibration if the
instrument has just been powered up. Routine analysis can be started as soon as the
instrument is pumped down if it is no problem that the measured values might be slightly off
in the beginning but are getting better during the stabilisation phase. It is however not
advisable to drift correct the instrument until it is perfectly stable because the adverse effect
could happen, i.e. the measured values are good in the beginning but are getting worse as the
instrument stabilises.
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General Specifications

Electrical Data

Instrument

Power requirement
(including the computer)

Voltage
Neutral
Ground
Frequency

Power failures

X-ray Power Supply

Maximum high voltage
Maximum current
Maximum power
Stability

Water Supply

Minimum flow

Minimum pressure

Maximum pressure

Minimum temperature
Maximum temperature

ARL 9800 water heating power

Laboratory Environment

Minimum temperature
Maximum temperature

Maximum temperature change

ARL 9800 air heating power
Maximum pulsed magnetic fields
Shock

ARL 9800 XP
7kVA

230V (1 or 2 phases) -15% +10%

0V to ground
<2Q

50 Hz or 60 Hz
<10 msfor 50 Hz
< 8.3 msfor 60 Hz

60 kV (optiona 70 kV)
120 mA
3.6 kW

+/- 0.0001% per 1% of main
variation

4.5 [t/min

2.0 bar

4.0 bar

5°C

18°C

less than 4500 W

18°C

32°C (with cooling water at 12°C)

+1°C per hour short variation
<1 hour (thermal control)

0.7°C per hour drift >1 hour
less than 1500 W
1000 A/m (acc. to EN61000-4-9)

ARL 9800 OASIS
25kVA

230V (1 or 2 phases) -15% +10%
0V to ground
<2Q

50 Hz or 60 Hz
<10 msfor 50 Hz
< 8.3 msfor 60 Hz

50 kV
20 mA
600 W

+/- 0.0001% per 1% of main
variation

No water supply

18°C

28°C

+1°C per hour short variation

<1 hour (thermal control)

0.7°C per hour drift >1 hour

less than 1500 W

1000 A/m (acc. to EN61000-4-9)

Semi-sinusoidal unitary pulsation of 1g during 10+3 msec. applied in
each direction of the 3 orthogonal axes (6 pulsations).

AA83414
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Vibration Sinusoidal vibration applied to the 3 orthogonal axes with an
incrementation of 1 octave/min.
5-50 Hz amplitude 50um
50-500 Hz 0.25g
Gas Supply
FPC 90% Ar (48) 10% CH, (35) optional
Acoustic Noise
Maximum acoustic noise power 60dB(A) 60dB(A)
level
Dimensions
Width 90 cm 90 cm
Length 130 cm 130 cm
Height 160 cm 160 cm
Weight 750 kg 750 kg
Spectrometer Geometry
X-ray tube incidence angle 90° 90°
Goniometer take-off angle 35° 35°
Distance anode-sample <31 mm <31 mm

Safety Standards (all versions)

Safety of machinery

Electrical equipment of industrial machinery

Low voltage switchgear and controlgear

Safety requirement for electrical equipment for laboratory
Safety information technology equipment

Swiss safety standard for X-ray radiation

German safety standard for X-ray radiation

EN 292-1,-2 (1991)
EN 60204-1 (1984)
EN 60947 (1991)
IEC 1010-1,

|EC 950

814.501 (1994)
RoV 1087
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ARL 9800 instrument maintenance

As an example the table below provides information on the maintenance and the service required by the
instrument analyzing 300 solid samples per day.

L ocation Work to be done Weekly | Monthly Yearly Every | Every
2years |3years
Cabinet All fans Check Change
All dust filters Check Change
Inside the cabinet Clean
Software Database backup Perform
Sample Sample cassette Clean
load/unload Sample Magazine Clean
XY Magazine Clean
Shutter assembly Clean Revise
Load lift Revise
Transfer Revise
Analyse lift Revise
Sample rotation Check
Vacuum circuit QOil pump level Check/Fill Change
QOil vacuum pump Revise
Qil vacuum pump filter Change
Molecular pump Add grease Change
Spectro vacuum valve Change
Prim. Ch. vacuum and venting valves Change
Both vacuum level Check Adjust
Water circuit Deionized water level Check
Deionized water flow Check
Deionized water temperature Check
Deionized filter cartridge Change
Deionized water resistivity Check
Prim. Water flow Check
Prim. Water temperature Check
Water valves Change
All tap water tubes Clean
Water leakage ( Collar tightness ) Check
X-Ray tube P.S. X-Ray tube HV connection Check
X-Ray tube P.S. HV connection Check
HV silicone washers Change
Test of the interlock circuit Check
P10 Gas circuit P10 Gas bottle High pressure level Check
P10 Gas bottle Low pressure level Check
P10 Gas Interlock Check
P10 Gas regulation valves Change
P10 Gas overpressure valve Change
Prim. Beam Dev. Prim. Beam Device assembly Check
Monos All energy profiles Check Adjust
All thresholds and windows Check
All detectors resolutions Check
Mono filter positionning Check
XRD Energy profile Check Adjust
Threshold and window Check
Detector resolution Check
Scan check positions Check Adjust
Gonio Energy profiles Check Adjust
Thresholds and windows Check
Detectors FPC and SC resolutions Check
Scan check positions Check Adjust
Stability Long and short term test Check
AA83414 User Manual ARL 9800 4-23
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The frequency of the maintenance tasks can vary depending of the number and the nature of the samples
analysed.

The frequency of the maintenance task can vary depending of the cleanliness (dust) of the environment
(Iab).

Theyearly maintenance and service tasks can only be performed by certified and authorized ARL
service engineer s unlessthe user isproperly trained (see our Maintenance Training Cour se Program).

4-24 User Manual ARL 9800 AA83414



: B
VAN

SAMPLE PREPARATION



7]
VAN

Sample Preparation Chapter 5

5 SAMPLE PREPARATION

Since X-ray spectrometry is essentially a comparative method of analysis, it is vital that all standards and
unknown samples are presented to the spectrometer in a reproducible and identical manner. Any method of
sample preparation must give specimens which are reproducible and which, for a certain calibration range,
have similar physical properties including mass absorption coefficient, density and particle size. In addition,
the sample preparation method must be rapid and cheap and must not introduce extra significant systematic
errors, for example, the introduction of trace elements from contaminants in a diluent.

The quality of sample preparation in X-ray fluorescence analysis is at least as important as the quality of
measurements. An adequately prepared sample must:

¢ berepresentative of the material;
¢ be homogeneous;
¢ when possible, be thick enough to meet the requirements of an infinitely thick sample.

Various preparation technigues have been described in the literature. The object of this chapter is to point
out the main criteriafor quality preparation of metallic samples, powder samples, and liquid samples.

For guantitative analysis, samples must be prepared in the same way like the standard samples used for
calibration.

Typical methods of sample preparation are listed in the following table.

Type Sample holder Preparation Sample Purpose
[ron
Steel Cutting Surfacegrinding  Solid sample
Nickel with belt surfacer holder

olig |Ferro-Alloy Surface
Cu-dloy smoothing
Al-aloy : Surfacemilling  Solid sample
Pb-alloy cutting with lathe hol der
Zn-aloy
Metallic -

. . Equalizing the

Chemicals Grinding Briquetting Solid sample | density and sur-
Polymer hol der face smoothness

Powder Plant _
8(:;%| ¢ EI imi nati_ng the
Soil Grinding Fusion Solid sample | mineraogical and
Sediment hol der the granulometric

: differences

Oxide
Qil, water Spotting on filter Transforming

Liquid liquid into solid
Water lon exchanging Solid sample | Concentrating and

precipitating holder with transforming
filter holder liquid into solid

AA83414 User Manual ARL 9800 5-1
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Sample Preparation for Solids

The preparation must be simple, rapid and reproducible. Usually, metallic samples are prepared as solid disc
by conventional methods of machining: cutting, milling and polishing; grinding is used in the case of hard
alloys and brittle materials such as ceramics.

The best polishing operation requires very fine abrasives to produce the scratch-free surfacing necessary for
most analyses, and even a mirror-like surface is often required if the sample is to be analysed for light
elements. The surface finish is of prime importance because the polishing striations give rise to the so-called
shielding effect, which results in decrease in fluorescence intensities. As expected the decrease in intensity
is more important for lighter elements when the primary radiation are perpendicular to the striations and
weaker when they are parallel to them. For that reason, modern spectrometers are equipped with spinning
sample holders to smooth out the influence of sample orientation, resulting in observed intensities on
samples and standards that are reproducible.

However, the shielding effect may still be present; sample rotation will compensate for it only if the
magnitude of the effect is the same for standards and production samples; this requires that the striation be
of the same size and that the sample composition be similar (same effective wavelength).

In practice, striation depths of 100 um are acceptable for elements with characteristic lines of short
wavelengths, but striations deeper than few pum may impair significantly the accuracy of Si, Al and Mg
determinations.

Very fine grits of A1203, SiC, B6C (80-120 grits) are commonly used to obtain the desired surface finish for
most metals (Fe, Ni, Co bases).

Mechanical polishing may be undesirable for soft, malleable, multiphase alloys because of smearing of the
softer components; the intensities of the elements in softer phases increase while those of the harder phases
decrease. In such cases, special precautions must be taken even during milling and especially in the final
polishing operation (Pb, Cu, Al, Zn, Sn Bases).

Polishing may be source of contamination since currently used abrasives, SiC and Al203, contain two
elements that are often determined in commercial alloys. Sample surface cleaning may be necessary to
remove these contaminations as well as grease stains and handling residuals.

Once the sample prepared, be careful not to touch the sample surface.

Touching the sample surface will contaminate it with Na, Cl and C among other
elements, which might affect the analysis.
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(Casting method)
Cut to required size V
g mach
Cutting machine:
52mm diam. max. &
30mm height max.
Moo
Base
‘ Cool rapidly ‘
Melting
S machine
Grinding machine: Milling and
‘ Grinding ‘ | Milling or lathe | lathe machine:
Soft metals,
‘ Abrasive paper H Grinding stone‘ (Al, Cu, Mg, etc.)
Steels, Cast iron,
Co, Ni, etc. hard metal
To standard holder
Figure 5.1
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Sample Preparation for Powders

Where powders are not affected by particle size limitations the quickest and simplest method of preparation
is to press them directly into briquets (or pellets) of constant density, with or without the additional use of a
binder. In general, provided that the powder particles are less than about 50 microns in diameter the sample
will pelletize at around 10-30 tons. Where the self-bonding properties of the powder are poor, higher
pressure may have to be employed or in extreme cases a binder will be added before pelletizing. If it is
necessary to add a binder the choice of the binding agent must be made with care. As well as having good
self-bonding properties the binder must be free from significant contaminant elements and must have low
absorption. It must also be stable under vacuum and irradiation conditions and it must not itself introduce
significant interelement interferences. Of the large number of binding agents which have been successfully
employed probably the most useful are wax and methyl cellulose.

Briquet method

Crush, grind Apply pressure
and mix To standard holder
To grain Press

[ Protective ring

9499D00400

size <90um » »

Specimen

Mortar or crusher

Figure 5.2

The analysis of powder is invariably more complex than that of metallic sample since in addition to
interelement interferences and macroscale heterogeneity, particle size effects and mineralogical effects are
also important. Although inhomogeneity and particle size can often be minimised by grinding below 50
microns and pelletizing at high pressure, often the effects cannot be completely removed because the harder
compounds present in a particular matrix are not broken down. These effects produce systematic errors in
the analysis of specific type of material e.g. siliceous compounds in slags, sinters and certain minerals.

The best way of completely removing both grain size and mineralogical effectsisto use the fusion technique
based on the method of Dr F. Claisse. The dissolution or decomposition of a portion of the sample by a flux
is obtained at high temperature and produces an homogeneous glass. This eliminates particle size and
mineralogical effects entirely. The fusion technique also has additional advantages:

a) Possibility of high or low specimen dilution for the purpose of decreasing matrix effects.

b) Possibility of adding compounds such as heavy absorbers or internal standards to decrease or compensate
for matrix effects.

c) Possibility of preparing standards of desired composition.
Essentially the fusion procedure consists in heating a mixture of sample and flux at high temperature (800°-
1200°) so that the flux melts and dissolves the sample. The overall composition and cooling conditions must

be such that the end-product after cooling is a one phase glass.

Heating of the sample-flux mixture is usually donein platinum alloy crucibles but graphite may also be used
when conditions permit.
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The most frequently used fluxes are borates, namely lithium tetraborate and lithium metaborate or sodium
tetraborate. Lithium tetraborate is widely used as it can answer to most cases. In certain cases, mixtures of

these fluxes are more effective.

Melting method

i Heat for
Weigh out Melting Cast & Cool

and mix

1000° -1100° C

Flux + Specimen

o \Q ?& Glass disk
specimen

Platinum crucible

> To standard holder

Remove bubbles

Figure 5.3

Once the sample prepared, be careful not to touch the sample surface.

Touching the sample surface will contaminate it with Na, Cl and C among other
elements, which might affect the analysis.

AA83414 User Manual ARL 9800
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Sample Preparation for Liquids

In order to measure liquids with the X-ray fluorescence technique, it is necessary that the instrument is
equipped with a Helium flush system, because liquids can normally not be measured under vacuum for
evident reasons. As the ARL 9800 instrument is not equipped with such a Helium system, it is not possible
to measure liquids directly. However, certain sample preparation methods for liquids exist that allow liquids
or their residues to be measured under vacuum. Three such methods are described in the following sections.

Wax Method for Oil

To standard
holder and measured
under vacuum

To standard
holder and measured
under vacuum

Mix
in mould
Weigh out Oil Specimen Dry & Press
Specimen —> —> >
+
Hoechst Wax C 3
Hoechst Wax C
Figure 5.4
Filter Method
Precipitation Method
Weigh out Agitate and Filtrate Take out and
and mix precipitate dry filter
Filter
Specimen | > > > >
* < >
precipitant Filter
Figure 5.5
Absorption Method
Drip and absorb
Weigh out
Dry
Microsyringe > > >

Specimen

Filter paper
e.g. Whatman No.40

=3

=>

Filter

Figure 5.6

To standard
holder and measured
under vacuum
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6 ANALYTICAL ASSISTANT

Introduction

This chapter describes the functions provided by the Analytical Assistant. This Analytical Assistant is
started automatically by WinXRF and is either present on the task bar, or as a periodic chart on the screen.

The way the Analytical Assistant is started is given by the option Run Minimised in the System Options
menu (see figure below), i.e. if this option is not selected, then the Analytical Assistant displays the periodic
chart on the screen.

Note: Elements for which a monochromator is present are shown underlined. This only applies to
the ARL 9800 series.

H § Analglical Azxichan

Bceom

. (o chnllof e ]l
= ] e s ) ]
o v o) ) o) ol e oo
|I'i|l | @ " L1 M IEI_W“E Pl lﬁ_qm_“_ II_'IT?I

[ o e o e o e e e o e o L o | ]

E@j M[ﬂ_ﬂl Pmj Gm Mlﬂlﬂ fry | He Mlﬂﬂlﬂ
CENOEEE DO EEEnE

|' "~ Element Information fnalytical Pragram | Scan |

Energpy Profile |

Message

Please select an action

Figure 6.1
Following features are available:

Element Information
This function gives useful information about the selected element in terms of analytical
parameters (lines, crystals, detectors, PBF, etc.) that are best suited with respect to the
configuration of the instrument.

Scan This function allows a quick scan to be performed over the selected element with the most
suitable lines and analytical parameters with respect to the configuration of the instrument.

Energy Profile
This function allows an energy profile to be performed over the selected element using the
most suitable lines and analytical parameters with respect to the configuration of the
instrument.
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Analytical Program

This function represents the heart of the Analytical Assistant. Basically it allows creation of

an analytical program with the most suitable element lines and analytical parameters in

respect of sensitivity, choice of elements and possible line overlaps. It provides a list of
potential problems and an indication on how these can be solved.

All element lines which are missing in the Line Library are automatically created with the
required parameters. Furthermore, a template calibration sample is created that can be used

to build the matrix data.

In case of ambiguities or problems for the selection of element lines, additional functions are
provided to quickly check the set-up of lines with a typical sample in terms of scans, to

check line overlaps and the sensitivities, and energy profilesto check higher order overlaps.

The Analytical Assistant is a program that is based on a so called Knowledge Table that contains the

analytical parameters and potential overlaps for each possible element line.

Whenever afunction of the Analytical Assistant is used, it actsas a“Wizard”, meaning that only appropriate
parameters are selected to perform the action. Furthermore, whenever the proposed parameters can be

changed, then the selection of possible alternatives depends on the configuration of the instrument.

It should be noticed that in order to obtain full details about the functions provided by the Analytical
Assistant, the chapters listed in the following table should also be consulted in the WinXRF Configuration

Manual.

Chapter in Configuration Manual

Explanations about

Analytical Assistant

Knowledge Table and Selection Criteria

Goniometer Set-up

Scans, Line Library, Energy Profiles, Goniometer
functions

M onochromator Set-up

Line Library, Energy Profiles

Special Elements and Required Samples

Manual Inputs, Virtua Elements, Calibration
Samples, Setting-up Samples (Drift Correction),
Samples for Line Overlap and Background
Corrections

Analytical Programs

Internal Standards, Pseudo Elements

Instrument Calibration

Offline Analysis (Line overlap Correction)
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Description of the Functions

The main screen consists of three sections:

Periodic Chart
Whenever an action is selected, the elements that can be analysed with the XRF technique
and the actual instrument configuration will be highlighted for selection.

Actions The buttons shown in this group box are contextual, i.e. new buttons will be available
depending on the selected action.

M essages Dynamic information is given in this box for guidance.

Element Information

This function gives useful information about the selected element in terms of analytical parameters (lines,
crystals, detectors, PBF, etc.) that are best suited with respect to the configuration of the instrument.

When this function is selected, the periodic chart is highlighted, allowing the required element to be
selected. Only the elements that can be analysed with the XRF technique and the actual instrument
configuration are highlighted for selection.

The Actions group box only contains the Exit button which allows you to leave this function.

H § Analglical Azxichan

ARL [
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Fom [ wait | o | 1w
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Eat |

Message
Select an element to get information an, or press [EXIT)] o return o the previsss meno

Figure 6.2
After an element has been selected, a screen similar to the one shown in the next figure will be displayed.

Depending on the selected element up to five different lines (i.e. Ka, Kb, La, Lb or Ma) are available for
further investigations. The line selection buttons are arranged in such a way that the sensitivity of the
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corresponding lines for the selected element decreases from left to right. By default, the information of the
most sensitive line is displayed.

|:'ii'| Kb | La | Lb | Element: Fe [26]

Element Data Instrumental Values

Ko Absorption Edge: 1.7435 Chalce Tt #nd Ard
La db=orption Edge: 17.5200 Lime Eal ? Kal
[rensity: LB Wavelength 1.9373 1.9360
ket SR Energy 6AN05 64040
Typical Oxide Farm: Fezl:l3 Gundameter 1 2
Overlapping Lines o ke ki

Chobce Detector FPCJEC FPCJSC

& Vst - 9nd o Z Theta Angle  |S7.5179 B5.6544
Calliman 0258015 025015

== ==mmn e Oyerlap Onder ------0n- S nﬁm o

181 2nd Ard W 5'. -

[l al ThiLad Fukal =

EulB1 Phi A Fuka? mA 12 12

ThiLal Aclal HhEacom

Pl Krkal LmlLB1

EuLEA ThLal AmLE1 =1 | Prink

MmkH1.3 PLHE1 ClLEZ

Dyl a2 Krka? MakE1.3 e | Exit

SmlLB3 HiLB1 AmLEB3

PLG1 BiL B2 ThiGl = s |

Figure 6.3

The information displayed is divided into three parts:

Element Data
This area contains the Ka and La Absor ption Edge values in Angstroms, the Density of the
element in g/cm®, the Atomic Weight and its Typical Oxide Form.

Instrumental Values

This area shows up to three sets of instrumental and analytical parameters for the selected

element in the order of decreasing sensitivity.

¢ If more than one detector is given for a choice, it means that in principle, both detectors
could be used, because the wavelength of the element line corresponds to the range
where the sensitivity of the two detectors is almost equal. Only the energetic resolution
of the detectors may be different and could therefore be the deciding factor for the choice
of the detector to be used. This, of course, can be checked with energy profiles with both
detectors.

¢ If more than one collimator is given for a choice, it means that in principle, both
collimators could be used, but in case of any doubts, this should be checked by scans
with atypical sample.

Note: If an element can only be measured with a monochromator (ARL 9800
series), then the information is restricted to the physical data relevant for
that element (Line, Wavelength and Energy) and the proposed tube
conditions (kV and mA).
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Overlapping Lines
The list box in this area shows up to 20 potential overlaps for up to three Overlap
(reflection) Orders of the selected Choice. These overlaps are given with decreasing
importance.

The information displayed on this screen can be printed either for the Selected Choice, or for All Choices.
This screen can be left by pushing the Exit button, and the next element can be chosen using the periodic
chart.

Scan

This function allows you to perform a short scan over the selected element line with the analytical
parameters (lines, crystals, detectors, PBF, etc.) that are best suited with respect to the configuration of the
instrument. When this function is selected, the periodic chart is highlighted, allowing the desired element to
be selected. Only the elements that can be analysed with the XRF technique and the actual goniometer
configuration are available for selection. Thus, if the instrument is equipped with monochromators for ultra
light elements requiring special crystals, then such elements are, of course, not available for selection (this
only appliesto the ARL 9800 series).

The Actions group box contains no buttons, and therefore, this function can only be left with the Exit button
of the subsequent dialog box (see Figure 6.5).
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Figure 6.4

After an element has been selected, a screen similar to the one shown in the next figure will be displayed.
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(ka2 | k| a| w | Element M [25]. Line: Kal,2
Select Choice
& 154 r Pnd 3 Epie |
Line Enal.? Kal Atror |
Wavelength 2103 ERLINE]
Goniometer 1 2 H"d"? |
Crystal LIFZ00  LiFZ20 Bt |
Detector FPC PP
Start Angle §1.97 94.12
2 Theta Angle 62.9F 95,12
End Angle 63.97 96.12
Collimatar 0,25 M5
o 50 50
mA 12 12

Figure 6.5

By default, the parameters of the most sensitive line are displayed, and up to three choices are available to
perform the scan.

Depending on the selected element up to five different lines (i.e. Ka, Kb, La, Lb or Ma) are available for
selection. The line selection buttons are arranged in such a way that the sensitivity of the corresponding
lines for the selected element decreases from left to right.

Select Choice This area shows up to three sets of instrumental and analytical parameters for the selected
element line in the order of decreasing sensitivity. The required element line is simply
selected by its corresponding radio button.

The following buttons are available for further actions:

Run Allows you to perform the scan.

Abort Allows you to abort the scan after it has been started.

M odify Allows you to select alternative parameters for the execution of the scan (see next section).
Exit Allows you to leave the Scan function.

Selection of Alternative Scan Parameters

The Madify function allows you to change the parameters proposed by the Analytical Assistant. This may
be necessary if, for instance, one wants to choose different parameters (i.e. range, increment, counting time,
analytical conditions, etc.), or adifferent collimator/detector (if available) to perform the scan.
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IH Madily Scan Paamabmz

Name: 1MnKal_2

finabytical Conditions

Channel Type Cownting time: 2.0
# MAF Goniometer 1 KV: =0
T WAF Gondiemeter 2 ma: 12
© XHF Gordmmneier 3 Erisnany Eeesrn Lo
Scan Type Jl
' Imcremental & Fast Digital ElNiptimal b eak
" Mot | L
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Increment: PHD Window mb: 1800
Lines to Indicale 0K Cancel
Figure 6.6

As can be seen in the figure above, only the detectors and collimators that are suitable for the selected
element line can be chosen. However, concerning the other parameters, no restrictions exist.

On leaving the Modify Scan Parameters dialog box with OK, al modifications will be shown in the
former dialog box (see Figure 6.5).

If the Exit button is pushed, this function is left without retaining the modifications.

Run a Scan

Once the parameters have been selected either with the radio buttons (Figure 6.5) or through the M odify
function (Section Selection of Alternative Scan Parameters) the scan can be executed with the Run button.
Upon selecting this function, the following dialog box is displayed.

H’l fican Dalalz

Scan Hegults Filename:

Description:

Sample Identifier

Sample Hame :

1HnKad_z

Iron 45@

Samnple Source:

Cassebe [J+]:

|

|-

soepte mmpers [T ] operator —
Charge Ha = | | Runnimng Ho | |
| ok | Comeel |
Figure 6.7
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The following details can be specified in this dialog box:

Scan Results Filename
Thisfield shows the proposed scan filename which can however be changed if necessary.

Description  This field is optional and allows you to enter a description of the analysed sample or any
other information about the scan to be performed.

Cassette (./+) The cassette or position number where the sample islocated has to be specified here.
Sample | dentifier
At least one of the globally defined sample identification fields has to be specified in order
to commence the scan; if no input is given an appropriate error message will appear.
The scan can then be executed by selecting the OK button, causing the former dialog box (see Figure 6.5) to
be displayed as long as the scan takes to be completed. Once completed, the initial periodic chart screen is
displayed again (see Figure 6.1).

The recorded scan can then be displayed with the standard scan graphics function, as is explained in the
WinXRF Operator Manual.

If the Cancel button is pushed, the Scan function is left immediately.

Scan Graphics
During the scanning processit is possible to observe the ongoing acquisition of the data points.

¢ Inthe main menu click on Production / Analysis and then click on Qualitative Scans.
¢ Click on View Scans.
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Figure 6.8

¢ If one wants to display the ongoing graphic acquisition while the scan is performed, click on XRF
Goniometer 1.

¢ If one wants to display a stored result file, click on Saved Results Set and select the desired scan filein
the list box.

¢ Click on OK.

& Select Scan Resuliz la Graph

Datahase Calegory: |Il'.r'|' jl
Scan Data Sounce
Resalts Set:
SRR TutoRiaL B
™ ¥AF Gonlometer 1
i ¥AF Goniometer 2
_ _ Current
' HEE Ganiometer 3 Beetive
~ ¥AD Gonlometer 1 Scanning
RO Goniomeler 2 =
EAF Goanlameter
o ] e
Figure 6.9

The scan is now displayed graphically (see figuresin Section Overlap Investigation).

¢ By clicking on Options the scan graphic scales can be modified, for example to logarithmic scale.
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¢ Toidentify a peak double-click onto the top of the peak you want to identify. This causes the system to
display alist box that contains the possible element lines of the marked interval.
¢ Select alineand click on Add.

The system now shows where the selected line and its corresponding family lines (lines of the same spectral
series) appear in the spectrum. If there is a match between the displayed lines and peaks one can be quite
sure that the identification is correct.

¢ This can be confirmed by clicking on Finish, causing the family lines to disappear and the identified
peak to be labelled. The other peaks of the spectrum can be identified in the same way.
¢ The scan graphic can be printed with areport by clicking on Print.

Energy Profile

This function allows you to perform an energy profile over the selected element line with the analytical
parameters (lines, crystals, detectors, PBF, etc.) that are best suited with respect to the configuration of the
instrument.

When this function is selected, the periodic chart is highlighted, allowing the desired element to be selected.
Only the elements that can be analysed with the XRF technique and the actual instrument configuration are
available for selection. If for an element a monochromator is also present, then the energy profile with the
monochromator has to be done using the standard function (this only applies to the ARL 9800 series).

The Actions group box contains no buttons, and therefore, this function can only be left with the Exit button
of the subsequent dialog box (see Figure 6.11).
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Figure 6.10

After an element has been selected, a screen similar to the one shown in the next figure will be displayed.
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Figure 6.11

By default, the parameters of the most sensitive line are displayed, and up to three choices are available to
perform the energy profile for an element with the goniometer. If an element that can only be measured with
a monochromator was selected, then the standard parameters for monochromators are selected (this only
appliesto the ARL 9800 series).

Depending on the selected element up to five different lines (i.e. Ka, Kb, La, Lb or Ma) are available for
selection. The line selection buttons are arranged in such a way that the sensitivity of the corresponding
lines for the selected element decreases from left to right.

Select Choice This area shows up to three sets of instrumental and analytical parameters for the selected
element line in the order of decreasing sensitivity. The required element line is simply
selected by its corresponding radio button.

The following buttons are available for further actions:

Run Allows you to perform the energy profile.

Abort Allows you to abort the energy profile after it has been started.

M odify Allows you to select alternative parameters for the execution of the energy profile (see next
section).

Exit Allowsyou to leave the Ener gy Profile function.

Selection of Alternative Energy Profile Parameters

The Madify function allows you to change the parameters proposed by the Analytical Assistant. This may
be necessary if, for instance, one wants to choose different PHD parameters or Analytical Conditions, or a
different collimator/detector (if available) to perform the energy profile.
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Figure 6.12

As can be seen in the figure above, only the detectors and collimators that are suitable for the selected
element line can be chosen. However, concerning the other parameters, no restrictions exist.

On leaving the M odify Energy Profile Parameter s dialog box with OK, all modifications will be shown in
the former dialog box (see Figure 6.11).

If the Cancel button is pushed, this function isleft without retaining the modifications.

Run an Energy Profile

Once the parameters have been selected either with the radio buttons (Figure 6.11) or through the M odify
function (Section Selection of Alternative Energy Profile Parameters) the energy profile can be executed
with the Run button. Upon selecting this function, the following dialog box is displayed.

| Fremgy Piadile Dslailz

Enengy Profile Results Filename:

ficrias o]

De=scription: 0ok I

l

Cassene [+ I_ Cancel I

Figure 6.13

The following details can be specified in this dialog box:

Energy Profile Results Filename

This field shows the proposed energy profile filename which can however be changed if
necessary.
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Description  This field is optional and allows you to enter a description of the analysed sample or any
other information about the energy profile to be performed.

Cassette (./+) The cassette or position number where the sample islocated has to be specified here.

The energy profile can then be executed by selecting the OK button, causing the former dialog box (see
Figure 6.11) to be displayed as long as the energy profile takes to be completed. Once completed, the initial
periodic chart screen is displayed again (see Figure 6.1).

The recorded energy profile can then be displayed with the standard energy profile graphics function.

If the Cancel button is pushed, the Ener gy Profile function is left immediately.

Display Energy Profiles

Recorded energy profiles can be examined by displaying them graphically on the screen. The following
steps have to be executed to select the energy profile to display. Select Calibration from the main menu,
then the Ener gy Profile folder followed by the Energy Profile Graphicsicon.

# wWinkREF 301

wWinXxnRr

Energy Profile

=

Bun Enargy Frofile Energy Frofle Grephcs Set Evargy Profie

N

Fgpan Enengy Frofla

Calbenlion

Figure 6.14

The dialog box shown below is then displayed, allowing to select the energy profile from the list box.
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Figure 6.15

After confirmation by clicking onto the OK button, the selected energy profile is displayed (see figures in
Section Overlap Investigation).

Analytical Program

This function represents the heart of the Analytica Assistant. Basically it alows easy creation of an
analytical program with the most suitable element lines and analytical parameters in respect of sensitivity,
choice of elements and possible line overlaps. It provides alist of potential problems and an indication on
how these can be solved. Furthermore, it creates a template calibration sample to build the matrix data that
will be used to perform the actual calibration work.

In case of ambiguities or problems with the selection of element lines, additional functions are provided to
quickly check the set-up of lines with a typical sample with the aid of scans, to check line overlaps and
sensitivities, and energy profiles to check higher order line overlaps.

Select Elements

The elements to be included in the Analytical Program can be selected by pushing the Analytical Program
button which causes the periodic chart to become highlighted. Only the elements that can be analysed with
the XRF technique and the actual instrument configuration are available for selection.

The elements are selected by pushing the corresponding buttons, and the selected elements will be shown in
blue. These buttons have a toggle function, i.e. a second push on a selected element button deselects this
element, and therefore, will be shown in black again.

Hint: In order to follow the explanations given below for various analytical problems, it is
recommended that you select the same set-up in terms of elements and matrix details as is
shown in the following figures. To start the example, please select the following elements:

Al S, P, S Ti,V,Cr,Mn, Fe, Ni, Mo, W

6-14 User Manual ARL 9800 AA83414



Z | N

Analytical Assistant Chapter 6
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Figure 6.16

The Actions group box contains two buttons:

Continue

Exit

By pushing this button, the next step in the process of creating the Analytical Program is
called. Please note, even if no e ements have been selected, this button is still available but
the next actions will be restricted to Elementsto M easur e and Exit.

By pushing this button, the creation of the Analytical Program is cancelled and the initial
screen is displayed again (Figure 6.1).

Note:

Elements that can only be measured with monochromators will not be included in the
following evaluation process, and thus the investigation of potential overlaps has to be done
with the Element I nfo function.

Elements for which monochromators exist but can also be measured with the goniometer,
the evaluation will be done with the corresponding goniometer lines. This only appliesto the
ARL 9800 series.

After having selected the elements, the Continue button has to be pushed which causes the table shown in
the next figure to be displayed.
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Figure 6.17
Thistable consists of the following items:
Analyte This column shows the analyte elements that are affected by overlapping elements. At this

stage, all elements are shown in blue, meaning that the concentration level is Minor (see
Section Matrix Details).

Overlapping Element
This column shows the elements that are overlapping an analyte element. At this stage, all
elements are shown in blue, meaning that the concentration level is Minor (see Section
Matrix Details).

Order of Overlap
This column shows the overlap (reflection) order of the overlapping element. A first order
overlap normally needs to be corrected by an overlap correction, and for higher orders an
adjustment of the PHD settings with the help of an energy profile on atypical sampleisin
many cases sufficient.

Correction necessary
This column indicates whether an overlap correction is necessary or not.

Possible Solutions
This column suggests how the overlap problem could be solved or at least minimised.

The table shown at this stage may contain a lot of potential problems and the user may think that the
calibration process will require a lot of effort to work perfectly. But we should not forget that additional
parameters and values need to be specified that may in some cases even increase the potential problems but
in most cases the contrary istrue.

It is therefore recommended to simply Print this table and then leave it by pushing the Continue button.
The screen as shown in Figure 6.18 is then displayed, but now containing numerous additional buttons in the
Actions group box that are described briefly after the figure and in subsequent sections.
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Figure 6.18

Elementsto Measure
Allows you to select or change the matrix elements.

Matrix Details
Allows you to specify details about the matrix to be calibrated.

Scan/Ener gy Profile
Allows you to perform scans and energy profiles on selected element lines of the matrix.

Line Details Allowsyou to display and change the proposed analytical parameters.

Create Program
Allows you to create the Analytical Program and the template calibration sample.

Exit When this button is pressed, the Analytical Program function is left. If no program was
created, awarning message will be given (see Figure 6.36).
Matrix Details

The next step in creating the Analytical Program consists of specifying details about the matrix to be
calibrated, and therefore, the button M atrix Details has to be pressed.

The screen as shown below is then displayed, where the ARL logo has been replaced by the Matrix Details
group box. With the help of the three radio buttons the concentration levels can be specified for each
element in order to refine the solving procedures for potential overlap problems.
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Figure 6.19
Hint: For our example, the following selections should be made:
Major: Fe
Minor: Ti, Cr, Ni, W
Trace: Al,S,P,S V,Mn, Mo
The concentration levels are specified in the following way:
¢ Sdlect thelevel.
¢ Click onthe desired elements. Please note that a second click will deselect the element!
¢ Repeat the procedure for the other levels.
Note: The indicated percentage levels should not be taken too seriously. Designating elements as

Majors will have a strong influence on the choice of instrumental parameters so as to
reduce the sensitivity of the element line. The selection of these instrumental parametersis
donein such away that the detection system will not be saturated.

It should be noticed that the M ore... button becomes activated as soon as any one element has been specified
asaMajor element. Thisfunction is explained in the following section.

More Matrix Details

The details specified in this dialog box will only influence the selection of instrumental parameters to reduce
the sensitivity of the elements specified asMajors.

Following details can be specified in the Sample Type and Dilution group boxes (see Figure 6.20):

Solid (No dilution)
This option is selected by default. It should be selected if the matrix to be calibrated consists
of solid samples (i.e. metallic), pressed powder samples that are prepared without a binder,
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or undiluted liquid samples (e.g. cil). The Dilution group box remains greyed when this
option is selected.

Pressed Powder
This option should only be selected if the sample preparation method for pressed powders
requires a binder, and in such a case, the dilution ratio has to be specified. Conversely for
undiluted pressed powers the option Solid (No dilution) should be chosen.

Fused Bead This option should be selected if the matrix consists of fused samples, and the dilution ratio
has to be specified.

Liquid This option should only be selected if the matrix consists of diluted liquid samples, and in
such a case, the dilution ratio has to be specified. Conversdly, if the matrix is for instance
oil, the option Solid (No dilution) should be chosen.

Sample Weight, g
The weight of the sample is specified here.

Diluent, g The weight of the dilution material, e.g. flux, binder, etc., is specified here. As an indication,
thedilution ratio is calculated in the box underneath.

Hint: For our example, the option Solid (No dilution) should be selected.

H Sampls Praparalion

Sample Type

" Buolid [Mo Dilution]
 Pressed

* Fused Bead

" Liguid

Dilution

|-ﬁ' Sample YWeight [g]
o Dibwent Weight [g]

Ratio: 11.00

Figure 6.20

After confirmation of the Matrix Details, the table of Overlapping Elements is displayed again with new
recommendations to solve the overlap problems (in our example, the overlap corrections necessary
decreased from 9 to 5!). Also, the elements are now shown in the colour of their corresponding
concentration level. It is, of course, suggested that to this table is Printed again, so that it can serve as a
guide for solving the overlap problems.
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Figure 6.21

Depending on the combination of selected elements and available instrumental parameters (i.e. crystals,
collimators), it may not be possible to select the instrumental parameters that accomplish the criteria
imposed by the knowledge table. The following two situations may occur:

¢ Saturation of the detection system. In such a case, the warning message shown below is issued.

whiresHF - W annineg

f Pozsible saturation of ihe detection syzbem
ﬁ foa majos amalpte Hno Sensitivity is boo hegh

Figure 6.22

¢ No suitable instrumental parameters imposed by Constraints can be selected. In such a case, the warning
message shown below isissued.

Warnion B

L]
E In the presence of [Br.Ph) at the given
concantration levels it is not possible to
select the mast appropriate line for As,
check concentralion levels or peronm a
scan in investigate,

o |

Figure 6.23
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Scan/Energy Profile

In order to investigate the overlap problems it is recommended to perform scans and energy profiles
according to the indications given by the Overlap Table. The easiest procedure consists of selecting a scan
for al the elements that are listed in the Analyte column and an energy profile only for the analytes which
are overlapped by a higher order line (see Figure 6.21).

However, it isimportant to select appropriate samples that reveal the consequence of the potential overlaps.
These samples should thus contain the overlapping elements in amounts that are typical for the matrix. It
could therefore be necessary to repeat the investigation for analytes with more than one overlapping
element.

H } Scan/Enmgy Pradile
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* * & Hatl,? Iron a4l 1 TalkEal 2
S Hal,2 15ikKal_2
= = P Kal,2 A i1 & TPEAT_2
4 5 Hal,2 A FEG . 15EAT 2
Ti HKail,? I Tikal_2
® ® W Katl,2 Irom A% 1 TVEAT ¢
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= Wi Kal,Z2 @R a1 i THMEAT 2
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W Mi Kail,? TFmn A50 I IHIEA]_Z
bl Hatl,2 Tkdopkal ¢
EE - IEX Iran A50 [ 1WLAI
i
= r |Ir'nn |l|-;n |-| r |-||.|| al
[ Updwe Bm | e | Ea |
Figure 6.24

The selection is done by specifying the inputs for one line using the entry boxes at the bottom of the dialog
box. Pressing the Update button copies the values into the highlighted line. Additional lines can be set up by
simply performing a double-click on the corresponding line, or by pressing the Update button again after
highlighting the line.

Please note that it is not necessary to specify the sample identities (although it is strongly recommended),
but if the cassette number is not specified, then an appropriate error message is given.

The scans and energy profiles are started by pressing the Run button. The analytical and instrumental
parameters used are as selected by the Analytical Assistant (see Section Line Details). While the instrument
is occupied with this work, the dialog box is deactivated. The operation can however be aborted with the
corresponding button. The scans and energy profiles are executed from top to bottom, and at the end, the
system returns to the screen shown in Figure 6.18.

If the Cancel button is pressed, the dialog box isleft immediately.

Overlap Investigation

After the scans are performed, the overlap effects have to be investigated. This is done with the View Scan
function which is found in the Qualitative Scans folder in the Production / Analysis option of the main
menu. Please refer to the WinXRF Operator Manual for more details about this feature.
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The energy profiles can be investigated with the Energy Profile Graphics icon which is part of Energy
Profiles folder in the Calibration option of the main menu.

Before explaining how to overcome overlap problems, please consider the following guide lines:

¢ Third order overlaps can normally be ignored if the overlapping element is not a major.

¢ Second order overlaps only need attention if the affected analyte is a trace. In many cases, the overlap
effect can be reduced or even eliminated by selecting a narrower PHD window and/or a finer collimator.

¢ Theintervals for overlapping lines have been chosen large enough to also consider ‘overlapping lines
which may only be a problem in very rare cases, because it is always better to be aware of a situation
which is not critical than the opposite.

In order to understand how the various situations that may occur are to be judged, some of the most common
situations based on our example are explained hereafter (see Figure 6.21). However, a lot of dightly
different situations might occur which will require a good sense of judgement, as the whole is really a game
between elemental composition of the matrix, relative concentrations among the elements and concentration
ranges.

Analyte Mn (trace) is overlapped by Cr (1% order), Mo (3" order) and W (2" order)

The scan graphics in the figure below shows such a situation. It is obvious that the Cr overlap is too big to
be ignored, and therefore, an overlap correction is necessary. On the other hand, the separation between Mn
and W, respectively Mo, is quite good. Moreover, these two elements are interfering with higher order lines,
it istherefore advisable to check the situation with an energy profile.

E Goniometer Scan Graphics =E|

Exit Display Options Show |dentification Bg Evaluation Print
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—
T
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T T T T T
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Angle 2 Theta [degrees)

Figure 6.25

The energy profile made with a typical sample shows that the higher order peaks are very weak. It is
therefore not necessary to consider an overlap correction. However, the threshold value could be lowered
dlightly to include the escape peak of Mn.
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Figure 6.26

Analyte P (trace) is overlapped by Mo (1% order), W (1% order) and Cr (3" order)

The scan graphics in the figure below shows such a situation. The overlapping line of Mo belongs to a trace
element and potentially could be ignored, but because the separation between the overlapping line (MoLI)
and the analyte is so bad, an overlap correction is necessary in most cases, especialy if the highest possible
accuracy for the measurement of P is required. On the other hand, the two overlaps W M G and CrK B, third
order, can be ignored.
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Figure 6.27

By performing an energy profile on atypical sample, a peak in front of the P peak can be noticed. Although
this peak looks like an escape peak it is hot such a peak. It is probably due to crystal fluorescence generated
by Fe or Cr. Setting the threshold as shown in the next figure causes the background to be lowered
drastically, as can be seen by the comparative scans shown in Figure 6.27).
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Figure 6.28

Analyte Cr (minor) is overlapped by V line (1* order)

The scan graphics in the figure below shows such a situation. Because the overlapping line belongs to a
trace element, and the analyte is aminor element, an overlap correction is probably not necessary.
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Figure 6.29

Analyte V (trace) isoverlapped by Ti (1% order) and W (2™ order)

The comparison of the two scans shows the effect of the narrower PHD window on the overlapping W L G2
and W L G3 lines whereas the analyte line is only affected by the discrimination of the escape peak (Figure
6.31). It is essential to make an overlap correction for Ti at minor concentration levels interfering with V at
trace levels.
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S g4
=
0. 8= T T T T T T T
7.8 75.5 6.0 76.5 7.8 ¥7.5 8.9 78.5
Angle 2 Theta [degrees]

Figure 6.30

The energy profile clearly shows the first order peak (V) at around 870mV and the second order peak (W) at
twice the energy (1740mV). Due to the excellent energy resolution of the detector, the separation between
the two peaks is very good and therefore the overlap effect can be eliminated by selecting a dlightly
narrower window. Also, in cases where there is a good separation between the escape and the main peaks it
is a good practice to discriminate the escape peak. Please note that the default parameters to record the
energy profile have been increased for clarity.

E Energy Profile Graphics nﬁ

Exit Select-Graph Update-Line-Library Print

Results: WA W onYEa) Gonio Line: ¥ Kal,2
Count Rate: 468765 K.cps Detector Resolution: 20.84 2 185.89?035'310;;\;
Window: 702
1.8 7 Threshold: GO0
1.6
o 1.4
=
I
[
£ 1.9
I
£ 0.8 1
2
[X] 8.6
= 8.4 -
8.2 1
8.0 i i 1 1 T T T T T T
288 4P8 6880 BAA 10888 1288 14808 1608 18688 2680 2208 2480
PHD Scale [mV]

Figure 6.31
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Line Details

The table displayed, when this function is selected, shows the anaytical and instrumental parameters that
are proposed by the Analytical Assistant.

IH Lirwn Dl ailx E
Tube Candition: S0 EY S0 mé
El Line Gonla Crgstal Deteclor Collimator PBF Time  Threshald ‘Window
Al 2 Il
5 Eal? 1 INSH FPiL 0.6 24.00 400 1000
 Eal.2 1 GEell1 FFE 1N £4.00 400 T
5 Eal.? 1 Gelll FPi 06 24,00 400 1000
Ti Eal?2 1 LiF20o FPL 0.25 1Z.00 400 1000
¥ Eal.d 1 LiF&0m L 2% 24,00 A0l LRLIIEI]
Cr Eal?2 1 LiF20a FP 0.25 1Z.00 400 1000
bin Kal.? 1 LiF&0n FPE 025 24.00 400 T
Fe Kl ? LiF22m 8¢ nis .00 400 1000
Mi Eal?2 1 LiF20o s5C 0.25 12100 400 1000
WMo Kal.d 1 LiF&uu =1 025 1600 400 T
W Lal 1 LiF2no 5C 0.25 1Z.00 400 1000
il
[kar2 =ll1 =lfreT  =lrrc =jlos = ]fzu.00 [nee 1000
pint | oK Concel |

Figure 6.32

After the overlap investigations have been completed, it may be necessary to adjust the PHD settings and to

choose different instrumental parameters, like afiner collimator.

Changes in this table are performed in the following way:
Highlight the line where parameters need to be changed.

¢

¢
¢
¢

Enter new values in the corresponding entry boxes, or select new item from the combo boxes.
Click onto any other line to make the changes.
Repeat for any other lines.

Note:

If, for aline that is prone to saturation and thus appropriate parameters were chosen by the

system to lower the sensitivity, a more sensitive detection device (i.e. collimator, crystal,
detector) is chosen, then the following warning message is given.

L]
& The choices ywou made for Fe imphy a more

2]

sensitive detection system. Yiou may
encounter saturation problems!

|' Eeep Modifications ] Cancel Al Modifications

Figure 6.33

The table can be Printed with the corresponding function, and if the dialog box is left with OK, the changes

are made permanent, or lost if the dialog box is left with Cancel.

The effect of these changes could be investigated by performing new scans over the lines with changed
parameters. If the improvement is not satisfactory, then an overlap correction has to be made.
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Note: If the Matrix Details or the Elementsto Measure function is selected again, all parameters
are selected according to the criteria selection schema. This means that all Line Details

changes will be cancelled.

Create Program

The fina step is the creation of the Analytical Program and the template calibration sample. When this
function is selected, the dialog box shown below is displayed.

IH Analylical Faogeam Cinakion

kanual Inpuis

: Shesl
Avallable Selected Program Hame : |7
= ] Mabrix Steel
C Kal,2i Subihdmtrls - Al Lmiped|
B Kal.2i )
M_In_4 Elliplenal Mask
H_lII_EI = Non 1 [ it
M_In_E
M _In_T Compound Mame - Ansbyte Form
M_In_8 — -
M In 3 i~ Elemant I Dl
M _In_10 Aoeura
M _In_11 = = &
Locs Accuracy: |*
adsr | ccpeien |

Aemple Accuracy: |¥

Monachramatar Elements

Mann

Goanla

H b I
e 5 Update
Ca Cancel I
W b -
u [+

Manochromator Counting Time : |“|]

Figure 6.34
The following parameters can or have to be specified:

Manual Inputs
The Manual Inputs to be included in the Analytical Program can be selected with the Add>>
button, or removed again with the <<Delete button.

Program Name
The name of the Analytical Program has to be specified here.

Matrix The name of the matrix hasto be specified in this box.
Sub-Matrix  The name of the sub-matrix has to be specified in this box.
Elliptical Mask

This option is not available for the ARL 9800 instrument.

Compound Name - Analyte Form
This option allows you to specify in which form the analysed elements should be reported.
Two possibilities exist:
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Element The analytes are reported by their Chemical Symbol.
Oxide The analytes are reported in their Typical Oxide Form.

Monochromator Elements (this only appliesto the ARL 9800 series)
Selected elements which can also be analysed with an installed monochromator are
proposed to be analysed with these monochromators. However, the user has the possibility
to instead choose either the goniometer or both. Furthermore, the Monochromator
Counting Time can be specified.

Creation of the missing lines in the line library, the Analytical Program and the template calibration sample
is achieved by confirming the above entries with the OK button, causing the system to issue the message
shown in the figure below. On the other hand, the dialog box can be left without any creation with the
Cancel button.

WinRF- Infoemastion

'Il'llm.lhtln-.llpr- afrd Hhi Eemplale
l) qﬁﬁmn-i-u been suocessfully

Figure 6.35

Exit

When this button is pressed, the Analytical Program function is left. If no program was created, the
following warning message is given.

Wil RF - Warning [ =]

You showld use the Creabe Progam'
! fumotion to save the cunent analptical
mogeam. Are pou p@e yo wanl o ek 7

[ Ok Cancel

Figure 6.36
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7 INSTRUMENT CALIBRATION

Introduction

An analytical program has to be created when the instrument has not yet been calibrated, or when an
extension to the existing calibrations is heeded to support other analytical applications. The X-ray analyser
is a comparative measuring system. To display the concentrations of unknown samples, the system must
have been calibrated previously. To do so, a set of certified standard samples is necessary. These samples
are measured and the intensities of each element is stored in a calibration result file. The relationship
between the concentrations and the instrumental response for each element and sample is then calculated by
the computer system and stored, as a polynomial, in the corresponding analytical program. The instrument is
now ready to measure unknown samples, matching with the matrix of the calibration standards. In X-ray
fluorescence analysis some physical and instrumental errors will appear:

¢ Physical errors are matrix effects due to absorption and enhancement. To correct these errors the
computer system will use mathematical models.

¢ Instrumental errors are mainly line overlaps due to insufficient resolution, and instrumental response drift
through the time. Line overlaps can be corrected mathematically whereas to correct the instrumental
drift, the system response has to be re-adjusted periodically by measuring appropriate reference samples,
known as Setting-up Samples.

With the help of the Analytical Assistant all essential parameters and tables that are necessary in the
calibration process have been prepared. Therefore, the basic calibration set-up simply consists of completing
the data and, if necessary, modifying the default parameters, as explained briefly hereafter.

LineLibrary:

All element lines that did not exist with the required parameters in the Line Library have been created
automatically. These lines can be recognised by their capital suffix A, B, etc., for instance, AlKal,2A or
FeKalB. In principle there is no need to madify any of the parametersin the line library.

Select Goniometer
Presdiom | Pt I HHAF Ganiameter 1
i
Aghal,? LiF2o@  sC 8.15  PE 1026 | Add New Line |
#1203 PET FPC  8.15 PK 1126 —
AlHal,z  PET FPC  @.15 PK 1056
Ashal FHot used & w15 P Amend Line |
AsHal,? LiF200  SC 0.15 PK 1037
fsHb1,2  LiF200  SC 0.15  PE 1034
AsLat LiFzoe  sC 8.15 PK 1039 Delete Line |
AuLala FHoL wsed S B.1% Pl
B Hal,? AK2@ FPC  2.60 PK 1109
Balai THoL used sC .15 P e Clianget |
BaMal,? LiF200  SC 8.15 PK 1023
BaMalb  LiFs20  SC 0.15  PE 1114
Balbl,? LiFzed  sC 8.15  PE 1022 = Cancel Changes |
Figure 7.1
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Calibration Samples:

The template calibration sample has the following signature: 00OM ASTER. In order to build the calibration
sample set, this template sample can be copied as many times as needed and the concentrations can then be
input (see Section Complete the list of Calibration Sandard Samples).

Matrice s Smmploe Elemanis

S ITITE Critg_m
Eat CTES ] Feda_m
Bk TR ] Hila
B LY Holal,?
R Wi iH'll'l_l-
T T - F Wa_m

Add daipie | Aif Semple Ao Elemen
Dieleie Bamphe Deleie Element |
Amesd Sample | Amesd Ebsment

Comy Mutl I Capy Sample | Canceniratinns

Exin |

Figure 7.2

Analytical Program:

In our example, the Analytical Program that was created is shown in the following figure.

FDefee finsbdic ol Peagam Bepend Elowente
Compound Mame: |43 F Global Conditians
Lucal Avcwiacy: L] Anahdical Condisans
Hemuie Accurany: 3 Couniissy Time 7.6
Feal  Thela: 109 . B L 50
Lo [esa; 0. nEs 411
High Dkaei: [T L 11 |
Deslred RS0 fs]: (0. 062 |Hl?""l d
Imtcrnad Stsadard ity Fille b
el
) : r e
 Backyrd, Low
ClaNitual ey Dglined w15 Collmator
h— iy
Lliit
= Pearzni Lalculation | Dyilt Coreection | Hidd |
 ppm Oirless | | [ I Cancel |
Figure 7.3

Also here, there is in principle no need to modify any of the proposed parameters, but it is certainly
necessary to complete the set-up of the Analytical Program.

Note: The Anaytical Assistant does not take care of Setting-up Samples that are necessary to
compensate the instrumental drift so that the calibration can be used over along time.
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What remains to be done

The next steps of the calibration process are described hereafter, namely:

Complete the list of Calibration Standard Samples
Define Setting-up Samples

Include the Setting-up Samplesin the Analytical Program
Set-up Analytical Tasks

Drift Correction Initialisation

Measurement of the Calibration Samples

Calculation of the Calibration Curves

Drift Correction Update

* S & 6 ¢ o oo

Complete the list of Calibration Standard Samples

¢ Select Preparation in the main menu.
¢ Then select Analysisfollowed by Calibration Samples.

¥ win=iEF 200

Analysis

Caliration slancdads Sefing-Lip Samplas Enakdical Frogramr:s
Twpn shandarnds [WITLT (=g Aimy f Cuskty sorts

Peigram choice

Figure 7.4
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To add other calibration samples the following should be done:

¢ Click on Copy Sample.

F_‘ Salect Calibralion Sample:

Malsices sﬂmplﬂﬂ Elements
BAMASTER
BAS 1
BAS W71
BAS G 1
BAS Iy B
BAS s 1
K HAS Il F1 -
Add Matri | Add Sample | Add Element |
Dejete Sample | Delete Element |
Delete Malrix |
Armend EHTIJHE | Amend Elemeant I
Copy Matrix | Copy Sample | Concentrations |
Exit |
Figure 7.5

¢ In the Destination Sample area specify the Name and the Number of the new sample in the
corresponding boxes,
¢ and then click on Confirm.

F‘ Copy Cabbsalion 5amplas

Source Sample

Bdalrix:

Sub-group:;
Mam:
Mumhber [or *):

Destination Sample
STEEL bl abrise:
ALLOYED Sub-group:
Bas MName;
s Mumber jor *):

Copying Sample Details

STEEL
ALLDYED

TR

Cancel |

BAS_TEST

Figure 7.6

Repeat this operation until all samples are added in the matrix.

The chemical percentage for each element and sample can be entered by returning to the Select Calibration
Samples dialog box (see Figure 7.5), selecting the sample to be updated in the list box, and clicking on
Concentrations.

¢ Select the element to be updated in the list box.
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¢ Enter the Chemical Percentage in the corresponding box.
¢ TypeEnter or click on Update to store the value.
¢ Do the same for the remaining elements.
¢ Return to the screen above by clicking on Exit.
F‘ Calibralion Samplets Ameral F lamssnl Digtaile
fina cal Program;
Matrine: STEEL < y
g.h_.r“: BLLOYED beasured on; un-dated at Q00000
Mame: BAS
Number: N Measwred Intensity [Kcps): B.nage
Corrected Intensity [Kops): 0. Baam
Chemical Percentage: LELLLLL
Sample ¥eight for MYA when
Elemenis: aelected as Anabyte |
Certilied
i N
Intensity Ratios
i = N
B
Channel Type: HRF Gonio 1 e LI
Figure 7.7

Go on with the same method for all samples and elements.

The Calibration Sample Matrix is ready.
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Define Setting-up Samples

¢ Select Preparation in the main menu.
¢ Then select Analysisfollowed by Setting-up Samples.

B wineeF 200-1 H=EE

WinXRF

Analysis

Caliration slancdads Sefing-Lip Samplas Enakdical Frogramr:s
Twpn shandarnds [WITLT (=g Aoy F Cuakty sohs

Peigram choice
Figure 7.8
¢ Click on Add.
F_' Select Sebling-up Sample
Samples Elemems
Sample Mame Sample Number
2 Culat,¥a
SETTIME-UF RE1% .
SETTIHE-UF 53 ;:::: ':
SETTIHE-UF 54 kel 2a
FoKad,?
5 Ka1,? =l
Add Element |
El
Delele Elgiment |
A I fmend I Agmyend Elemant |
Detete | copy |
Exit |
Figure 7.9
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Specify in the corresponding boxes:

¢ the Sample Name
¢ the Sample Number
¢ and the Cassette Number.

In the Hours between Drift Correction box enter the delay in hours and, if necessary, the value for the
Global SIGMA Factor can be changed.

F‘ Auld Seiting-up 5ampla

SETTIHG-IP

Sample Name:

Sample Numhber: ot |
Full Updaie Irrespeciiae of Sigma: r
Cassete [Jo]: 2
Howrs betseen Drift Corrections: 144
Global SIGMA Factor: 10
Validity Period [Minutes): IJ:

coet_|

Figure 7.10

¢ ClickonOK.
¢ Click on Add Element (see Figure 7.9).
¢ Click on Goniometer 1 button.
¢ Highlight the element to be selected and then click on Add.
F‘ Sebling-up Samplac: Add Elemenis
Setiing-up Sample
MName: SETTING-UP  Mumhber: HE12
Defined Channels
Channel Type Monochramator
ERF Gomiometer 1
ERF Gomiometer 2 51_Ka
ERED Gopiometer 1 F_Ea
5 _Ka
Hanual Input Ca_la
U_Ka =]

Mame Channel Type HYPS

AlEa m 18 HOFn

Threshald “indow

Ext |

Figure 7.11
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Specify the Counting Timein seconds, and the kV and mA values.

F‘ Sebling-up Sample: Amerw] Elomen Doatals

Number:
Channel Type:

Channel Name:

Last Dirift Correction:

Apprec:. Concentration P!

Hctual Intenaity [Ecps)
Absolute SIGKA [3 Sigmal:
SIGMA Factar [1-39):

Imitial Drifl Correclion

Mominal Intensity [Kcps):
Dabe and Time:

SETTING-UP
RAE1?

HHF Gonio 1
Crkal.2

1ZM030010 at 1422510

(NI
56570
. 862

|E LA%T0

1231 at 14-25:18

Anabytical Canditions

Caunting Thme: 2088
4T 50
mA: 5
Primarny Beam Dewvice
[Nune jl
EFipthoal b ank
" Mionr r gl
mengite Gilter Mode
i anget
- e
Holalion
F%es 1 Mo
Cxllimabor
0,15 |
| oK | Cancel |

Figure 7.12

As alater help during the selection of the setting-up sample enter an Approximate Concentration in the
corresponding box.

¢ Clickon OK.

Repeat the same procedure for all other elements and click on Exit to return to the screen. Additional
sampl es can then be defined in the same way. The Setting-up Sampleis ready.
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Include the Setting-up Samples in the Analytical Program

¢ Select Preparation in the main menu (see Figure 7.8).
¢ Then select Analytical Programs.

¢ Inthefollowing dialog box click on Element Details.

F‘ Craals § Amarvl Analylicsl Paogeam

AMEND Program

Program Header I

Hesponse Curves |

Element Detalls I

Aiphas |

Psewda Elements I

fase Curees |

Print (irders I

Line Corrections |

| Copy

Delete

| e

Figure 7.13

+ Highlight the first element and click on Drift Correction.

r_‘ Dralire Snalplical Program: Amersl Flamenlz
Hnka1,2 —
n:::1 2 - Compound Mame: 5_1 [+ Glbal Conditions:
HiKa1,2a Local Accuracy: 3 Analytical Conditions
P Kal,?2 | - _ TR
5 Mal,? Remote Accuracy: |7 Lounting Time: i
' . ]
U Kal,? Feal 2 Theta: 1@y . uda —
nlka1,2 Lovw DHsel: n.een L
Haka1 2 =] High Offset T Brimary Beam Device
¥AF Gonio 1 Desired RSD [%): 0. 000 |Mone z
Channel Type Imtermal Standard INtERsty ey Mo

~ Peak 2

™ Owerlap Line o

 Backged. High . ot

™ Backgrd, Low

™ In Wirtual Onby ™ Defined as IS Callimator

r Internal Sid fer wi i |

Linit
g Caleulstion | Dt Comection | wid |
» Delete | oK, cancel |
Figure 7.14
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¢ Select the Top and Bottom Standard from the corresponding list boxes.

F_‘ Daline Analptical Frogram: Sel Tap and Bollom Slandands

Program: TUTORIAL Element Cikal, 2
Descriplion: Tutorial anlytical Program

Top Standard

Mok Wsed

SETTIHG-UIP RE12 a. pan
SETTIHG-UIP

Bofom Slandard

Mot Wsed
SETTIHG-1IFP
SETTIHG-UFP ETY EIT T
: oK. ] Cancel
Figure 7.15

¢ Click on OK.
¢ Repeat the same procedure for all the remaining elements.

Drift Correction Initialisation

Prepare the Drift Correction Initialisation Task

¢ Click on Preparation, in the main menu.
¢ Click on Tasks and then on Standardisation/Drift Correction Initialisation.
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& wWhinsllF 3.0-1

WinXRFr

|_ Tasks

d ©

Concentrstion Anahyss Camiral Semple Anehses Standerdsston | Dift
|_"_|||q_-'_1|'_|||!||l|5| ambion

Cabbemion

Erepersticn

@

Sianderdization f Ot Tiypea Stenclar lnibelisabon Type Standerd Upcaia

comacion yodehe

|misfrait M BEELTSMATnNts ColiEradinn

e

Figure 7.16

¢ Click on Create.

& Select Analplical Task
Analysis Type: Standardisation Initialisation
STEEL B
TUTORIAL Delete
Copy
Amiend
= Exit
Figure 7.17
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+ Inthe Task Name box enter the desired task name.

_" _. Craals Analplical Tazk

Emter Mew Task Name; |"!'5t
—

Figure 7.18

¢ Clickon OK.

In the Description box enter the desired task description.

To display Sigma and Relative Sigma select the corresponding options.
Asfor the I nitialisation Type select Day Zero.

Then click on Select Programs/ Samples.

* & & o

& Duhns Snalplical Tack: Slandandization Fnilislization

Task Name:  TUTORIAL (T 1 tor-ial brift Coreec_ Init [

Samples/Programs I+ Print Sigma

] I+ Primt Felalive Sigma
™ Manual Fun Selection
[M Belective Standardisation

Seled Samples{Programs

Primt Element Headings
I Abose Once I~ Abeee Always O Lel Initialisation Type
™ Abmve Once and Ahove Average i+ Day Leto
Print Wraparound ™ Mt Setling-up Samples
© Grauped = Split Display Sctiings |
Riesult Options |
|

L1
kit ° ok | comoet

Figure 7.19

¢ Inthelist box Available Analytical Programs double-click on the desired program, it will automatically
be transferred to the Selected box. If the desired program is not listed, then select the appropriate
Database Category.

¢ Inthelist box Available Setting-up Samples box double-click on the samples to be measured, they will
automatically be transferred to the Selected box.

¢ Click on OK.
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| % Saelect Sefling-up 5amplex
Analytical Programs
Database Calegory: |I.I'.. er j_
[RIOMSE T TUTORIAL
LiDALL oY
Avallnhle: HRZ Selected:
15} STEEL i
Al |
Setting-up Samples
vvailahle: I3 Selected: K|
SETTIHE-UF  RE1Z . . SETTIHE-UF  RE12 -
SETTIHE-UPF 53 = SETTIHE-UP 53
SETTIHE-UF 5k . SETTIHE-UF 5K
Giroup QE Cancel
Figure 7.20

In next dialog boxes:

¢ Click on OK
¢ and Exit.

Measure the Setting-up Samples

Put the setting-up samples into the cassettes and place the cassettes onto the previously specified positions
on the magazine.

¢ Click on Calibration in the main menu.
¢ Then click on Standardisation/Drift Correction I nitialisation.
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B WinkEF 30-1

Freduchian Anmkois

Calibration

Erepersticn

Confgurabon Bape
Calinmhan Samaka Tools Eraaryy Pratla Standardestion [ i
[retisislian Corechon kritelisaton

bl s gt

Calbraion Siandaids

P

Tiypa Sranciad lnitial s ahon

L

b masuramia
Dilling Anabmsn Alpha Facinm R ot Adplea Facioms
Figure 7.21

¢ Click on Change Task.

__l'ﬁ"lr.:l:HI Dl Coivicind |afinkeatmon - TUTORIAL © Tetomal Dl i, 1l

Sample Analysis: Dperation Warnings:
Mumber ol Fung: & Cessete [Ia T infomn Opersior
Sample ldentilier:
Sample MName SETTIMHG-LUF
Sample Murmber:  RENZ

Lige AMALYSE buston o stard anahysing

Figure 7.22

¢ Select the appropriate task and then click on OK.
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:—l"Arm.:l:Hl' Saclizcl Analical Tack

seled Task:

|=\.TI?T.

Figure 7.23

-

¢ The analysis is invoked by clicking on Analyse (see Figure 7.22) which causes the warning message
shown in the next figure to be displayed.

WindRF- ‘Waining

Figure 7.24

The setting-up samples will now be measured.
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The intensities of the first sample will be displayed in the window shown next.

After the measurement is finished:

¢ Click on Continue and measure the next sample in the same way.

_—l'ﬁ"ln:l':l'll Dl Coiticinsd |Adiakdaban - TUTORIAL

Elsments: 3

Semple IT' 1: SETTING-OF

Fun=s in Aversge: &

Avig aef S F s

CrKal 2 5.65T70 0. D30T 0. IEEE 5. 6410
fukKal, ¥a 0, 1400 0, fF 12 0. 878 0, 1400
Fekbi 3 4139, 0420 0. 12F6 0. 0889 139 0400
|Mn¥al 2 0,730 0. P45 0. 6155 0. 7350
HiKal , ®a 0, 4792 0, 0053 0. 68206 0. &720
F Kal,2 0.0150 0. 86807 3. T2LE 0 0180
5 Kal,2 0, 0TED 0. fRaT 0, PF2D 0, 0730
SiKai, 2 0. 09EE 0, 0826 2 &4%F 0 0980
V Eal,Z 0.2948 0. 0024 0.509% [ 7980

T el ivinad il Daivee. Inal
Data: 12703701
Semple ID 2:- RE1Z
Cassetta: 1

F 4 F 3
B.oEELID S 6410
0.1410 0.1410

139 0%00 133 0400

0.7360 @ 7320
b0.4780 ©0.4750
p.oLs0 00190
0.0720 o.o07z0
D.0%30 00980
D.£%20 @.2330

Tims
Runs

M 2

6510
1400
Bs00
o4
240
0170
oFio
Do
2950

a0 o o O o O W oa &

14:25:22

310
LIHD
1900
il
4800
ozon
oF2n
1030
L3610

Usa CONTIUE fo anahse nest sample

The day zero intensities are automatically stored in the setting-up samplefile.

Prepare the Calibration Task

¢ Click on Preparation in the main menu.
¢ Click on Tasks and then click on Calibration.

Figure 7.25
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& wWhinsllF 3.0-1

WinXRFr

Cabbemion

|_ Tasks

d ©

Concentrstion Anahyss Camiral Semple Anehses Standerdsston | Dift
|_"_|||q_-'_1|'_|||!||l|5| ambion

<

Sianderdization f Ot Tiypea Stenclar lnibelisabon Type Standerd Upcaia

comacion yodehe

|misfrait M BEELTSMATnNts ColiEradinn

Erepersticn

@

e

Figure 7.26

¢ Click on Createto create a new task.

_"'=.|-I||-I.-.I Anakylscal Tagk

Analysis Type: Calibration

B T 1 B

BST HEPR Delete
TEST TETT———
TUTORIAL Crosix
Copy
Amend
5 Exit

Figure 7.27
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+ Inthe Task Name box enter the new task name.
¢ Clickon OK.

F _. Craals Analplical Tazk

Emter Mew Task Name; |"!'5t
—

Figure 7.28

¢ Inthe Description box write the desired remark.
¢ Select the options to display the Sigma and Relative Sigma.
¢ Specify the number of runsin the Repeat Count box (suggested 3).

The option Manual Run Selection should not be sel ected.

¢ Click on Select Program to select the desired program.

& Dahns Analplical Tazk: Calibiation

Task Name:  TUTORIAL (TS T toral Calibration T JEN
F Print Slgma
Analytical Pragram % Print Aclative Sigma
Helect Program ] ™ Manual Aun Selection
Primt Element Headings
o Abowe Once ™ fheve Always  © Left
T Abosss Once and Alinve Sserage
Primt d
S atee Display Setfings |
T Grouped = Splin
Select Samples |
Flepeat Count: Ii"_ Hesult Dptiens |
[ ok | cancen |

Figure 7.29
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¢ Sdect the desired program in the list box. If the program is not listed, then select the appropriate
Database Category.
¢ Click on OK.
& Select Delaull Qualily/Type Standad/Piogeam
Datahase Categoryg: se jl
Analytical Categony
File Maime: TUTOR AL
= (pial iy
Dualities ype Standards Programs I Type Stamdard
=] ~|[FERROUS aj| * Pregrem
IRON
IRONMN
IRONS
LOWALLOY
;J _.J NAS _rJ 0K Cancel
Figure 7.30

¢ Click on Select Samples (see Figure 7.29).

¢ Inthelist box Available Calibration Samples double-click on the first sample to be selected. It will be

transferred to the Selected box.

¢ Inthe Cassette Number box specify the cassette number.

& NLeleck Usbbisiioe S anples

Progian;  TUTORLAL

Minlriz=  ETEEL Sul-growp; ALLOYED
Calibration Samples
Hoenllabile: [LE]]
| [H [TITE - -
HEs L] “XR| "
H&E% kil -
BEsE Lo Th -
BS 551 L] Al |
H&S I LAS = =1
Selecied: ni
BAS L@z 1 237
HES s@a/1 208 |
i[53 L0501 209 Growp
&% W51 ol
naEs e 2al |
Cascetle NMumber: il
Cw ] ot _|
Figure 7.31

Repeat the same procedure until all samples and their cassette number have been selected.

¢ Clickon OK.
+ EXxit to the main menu.

AA83414
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Prepare a Batch File

In the main menu:

¢ Click on Production / Analysisin the main.
¢ Click ontheicon Set Batches.

¥ ‘&l IF 2.0

ARL

Productian § Anehysis

Production / Analysis

Sharculs e byees ClusnpAS

LIniCom i Clus|fsire Soans Rt Processing

AU

o . L4 [
Sol Bsmiches Eaich Qparaton Bemate Sample Defindon
Autocmatian
Figure 7.32
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¢ Click on Create.
+ Enter the name of the batch file to create in the entry box.

¢ Clickon OK.
EAve BitchF®e ___________________ =&
Select Batch:
BET-A Helete I
K
OXIDE-RE Create I
STEEL_TE
TUTOFML Copy I
[ bmend ]
oy Active Slep: I
v |

Figure 7.33

¢ Click on Analysis.

Batch File Step List
2 % Cass: + Amalyse: TUTORIAL .PRE Sample id: HEE 1263
Casseiie: 5 Emergy Profile: TUTORIAL -»> TUTORIAL
belay For: @i:Zd:d0
Cassetie: 3 Scan: TUTORIAL -» TUTORIAL, Sample id: Test 23
<« End oF LISk ...
4 J F IJ
Insert Steps Step List Manipulation
Calikratian
fimahysis |
Position | Group | Copy |
Scan |
Gomio High ¥oltage |
Energy Profile |
Mono High Valtage | Drelet= | Menve |
Batch |
Dedey ] UniGuant | % Abart Hatch an Fatal Alarm
Set Emviranment | ASO |
Tenminal Mode Scrgt | ASO Recallbration |
0K Cancel I

Figure 7.34
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¢ Asfor Category select Calibration.
¢ Select the Analytical Task.
¢ Click on OK and return to the main menu.

_" _..Eirﬂl:h Lizt Dpmations: StatMuses Analyiz Opestion
Calegory
 Concenration Analysis
™ Imbensity Messunement I_

™ Type Btandard Initialisation s
" Type Standard Update

" Drifl Correction Initialisation srrahedical Frogram —
= Dl Correciion Update € Chuality '—|

i+ Calibration !I ] = Torn tamd ord

" Contral Sample & Program

BS_T1 =
BST REPR

PLFTOHLRL

QE I Tad Srarmrpli Cancel

Figure 7.35

Measure the Calibration Samples

Place the samples onto the corresponding magazine positions.

In the main menu click on Production / Analysis and then click on Batch Oper ation (see Figure 7.32).
Select the appropriate batch.

Asfor Repeat Count type 1.

Click on OK.

> & & o o

The calibration samples will now be measured in the background and the intensities stored automatically in
the calibration standards file. This is indicated by the presence of the ICS Operations Manager at the
bottom of the screen.

Calculation of the Calibration Curves

¢ Select Calibration in the main menu (see Figure 7.21).
¢ Click on MVR and then click on File.
¢ Click on Analytical Program.
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Chapter 7

¥ WVYH alibiation

Figure 7.36

¢ Select the corresponding program in the list box.
¢ Click on Edit and then click on Elements/Samples.

# MVA - TUTDAKL [STEEL ALLINYED]

Figure 7.37

¢ In the list box Available Elements double-click on the element to be selected. It will appear in the

Selected Elements box.

¢ Inthelist box Available Samples click on the first sample.

¢ Click on Group.

¢ Scrall the last sample to be selected into the visible portion of the list box Available Samples using the
down arrow key and double-click on it. All samples between the two selected are then transferred to the

Selected Samples box.
¢ Click on Analyte and then on OK.

P imterlerenee and Anahyte Chanmel Selection -

fxrailable Elements

fxrailable Samples

Semcied Elements

Selecied Samples

BAS T & e TR
RS < Tal A& LT
BAS T | AAS LT
RS TRl =1 |mas N
BAS T A AAS AT
RS T A6 e Cancel
BAS WEE S x| |mas LT =l

¥ Imitlalise MVH State

Figure 7.38
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¢ Click on Compute and then on New Base Curve.

¥ MVA - TUTOAIAL [STEEL ALLIEID]
Exl Fils Edi Comvpuls (psors

Figure 7.39

¢ To inspect the numerical result in terms of differences between the certified and the calculated
concentrations as well as the standard error of estimate, click on Results and then on Numeric & Store.

w [V hok pomedhed

LI hraphic
Error Coarsdation
Hurare & Sore

Figure 7.40

If the result is acceptable click on OK when you will be prompted with a message Save Coefficients in
XXXXX program?. To store the Base Curve Coefficientsin the analytical program click on OK. If you do
not want to overwrite existing coefficients click Cancel.
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P mmplay and Save Summenic sl Results - TUTDRISL PR - TR - PP e O x|
Analyte: P Kal,? Model: Muone
P graam; TUTORLLL Tz STEEL ALLOYED
Sample Sample Welght —Conceniration— —[iifference—
Mame Mumber K.ops Mominal  Calc'd  #bsolule 3%
1 ] . . . AEPPR
HNS TR 1.08 18BN B_HFZI0 D.A7BS0 -p_@E&R -7 73
HAS s 1.08 U.HAPF B HZSU0  B.0A2EE  W.0BFEE  ZE.M
HAS niE s 1.08 O.8115  D.E3700  D.RADST -0.aBeAd -1F . 39 =
HAs TS | 1.8 0.970%  D.B3000  0.8399F  D.aEvew 33
BAS Iy i 4 1 1.8@ D.SFFT  D.0@0DE D.B14&TFY D.0@7FTE lE.'jII.'lﬂ
Base Curve Coefficlents Statigtics
Al 0,01 744 A Unused Standard Errar: D.ESD
. ) Samples: 10
s OIS AZ Unused Imtertering Chanaels: b
Mimimum: Unuzed Kops BEC: 0.1 7441 k1
Il ocirmuim: Unused Kops o 16904870  Ecpsf
LoD (10 =) L6 ppm
— Sart by field
[ 57 54scending
= Mame
™ Concentration
™ Intensity
;' ™ Diference
™ Print Collbration Standards Detalls ok | P | [ cancer |
Figure 7.41

After having applied the same procedure to all the remaining elements, it is now possible to determine the

concentrations of these elements in unknown samples.

Drift Correction Update (Recalibration)

At regular intervals, the Setting-up Samples have to be measured again to correct the instrumental drift. As
this is almost the same procedure as the Drift Correction Initialisation, the reader is asked to refer to the
corresponding section in this manual or to consult the WinXRF Operator and WInXRF Configuration

Manuals.
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8 ROUTINE ANALYSIS

Concentration Analysis

The concentration analysis is the most frequent task used in process control. It is only possible if a
calibration matching with the matrix to be analysed has previously been performed.

Prepare the Concentration Analysis

¢ Click on Preparation in the main menu and then click on Tasks.
¢ Click on Concentration Analysis.

# winkHF 301 =1 E3

WinXxRFr

Fraduciion [ Arnabssis
L

Ereparaiar

¢$ d O

Concemirehon gnebysis Cantral Gampla Anabysis Standardisstian § Dt

comscHofn inikalizahan

<

Sandardigation § Ciil Ty Standand Inialissian Type Standand Lipdaie

COFECh0n ppdos

Intensite maasuremenis oakbrEnon

J

Figure 8.1
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¢ Click on Create.

& Select Anakylacal Tazk

Anabysis Type: Concentrafion In Unknowns
s
Create
Capy
Amend
- Ext
Figure 8.2

¢ Inthe New Task Name box enter the desired task name.

_r' _. Crnals Analplical Tazk

Enter New Task Name: |'E'5t
Cancel |

Figure 8.3

¢ Click on OK.
¢ InDescription box type the desired description.

The various task options can be selected by clicking onto the corresponding button (a cross will appear in
the button when activated). These are:

Itis possibleto Predefine a Sample List.

It is possible to Display the Sigma.

It is possible to Display the Relative Sigma.

It is possible to use Automatic Sample Number I ncrementation.
It is possible to M odify the Results.

It is possible to activate the Manual Run Selection.

* & & 6 o o

To amend the sample naming structure, click on Sample Naming Details.
The number of measurements for each sample can be specified in the box facing Repeat Count.

To define the program that should appear when the task is selected, click on Default Program.
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& Duhne Snalplical Tack: Concenlralion In Lnknown 5 amples
Task Name: TUTORIAL (TS 1 tor-fal Conc_fnalysis Ta=<J
™ Predefined Sample List
fnalytical Cale = Print Slgma
vt ey Defaull Program ] F Print Relative Sigma
F Quality ™ Type Standard ¥ Program I Awie-inc Sample Number
™ Aesults Modiliable
Print Element Headings F Duality Check
- F Quality Sor
e I Manual Aun Selection
" Abowve Once and Above Awerage ™ Auta Display SPC Chans
Erimt Guality Check Gplions
= M Ebements & Ot of Quality Only Display Settings |
Print Wraparound e |
rﬁ".m ﬂﬂplll IENimeE Bamples |
Fesull Dptions |
Repeat Coumnt: IE_ | 0K I Cancel |
Figure 8.4

¢ In the list box Programs highlight the desired program. If the program is not listed, then select the

appropriate Database Category.
[ _ Salect Delaull Qualily/Type Standad/Piogeam
Dimahase Categony: User ﬂl
Anahglical Calegory
File Mame: ||:|mm
% Quality
Qualities wpe Standards Programs E Type Stamdard
»
07z7 - S[altarioy - ol
O1F7THA ALLOYS
QCHARGE CHARGE
QLHAHGE] CUONTHOL
QCHARGE? DEMODISP
QCHARGEY =] | ExamarLE =] 0K, Cancel
Figure 8.5

¢ Click on OK to confirm and return to the main menu.

Perform Concentration Analyses

¢ On the main menu bar click on Production / Analysis,
¢ thenclick on Analysisand Concentration Analysis.
¢ Please note that the concentration analysis can also be invoked by simply pressing <F2>.
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& wWhinslEF 3.0-1

A A

Corcentrstion gnetyses [FZ]  Conbrol Samples Anafysis Standerdsston | Dift
Camschon Lpdals [F3]

Analysis

[vpe Swandan Updsse [Fd]  |mansity measoramants Unafanded snshyse [F5]

Figure 8.6

¢ Click on Change Task.

D"ﬁ’lrﬂHl LConceniralion Analpiis - DISPLAY - Tulailal Cose, Analyos Taik

analyfical Pragram: [TUTORTAL
Sample Analysis:
Hurriber af Funs I,-_ Cassate h_
Sample ldentifier:
Sampla Hema : [Stes= Charga Mo - |1224
Sample Mo : [1 Samgle Tyvpe - [TT
CIpEnatne |MF*=\.

Manwal Inputs:

Carbon |I'| onoop

Sdimifle Dtk DF Bad Sairgla

Selact Program Becaleul ste

Llge AMaL Y 5E Dufon 1o s5ai anakysing

Figure 8.7
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¢ Select the previously prepared task from the displayed list box and click on OK.

WirnntHF - Selecl Analplal Taxzk

Select Task:

Figure 8.8

) - |

The Cassette number and the Number of Runs can then be specified. The analysis can now be started
immediately by clicking on Analyse, or after the sample identity has been specified, by clicking on Sample
Details OK (see Figure 8.7).

The sample will now be analysed, and the results for the specified elements will appear in the result
window, and/or will be printed out.

|_|'ﬁ"|n:l:|'|| LConceniralion Analpiis - CTHARGE - Tloia Doanc. Snalisis Task

Program: CHARGE CQuality: DCHARGE Dats: Z9-03-01
Time: 16:37:56 Semple Typ= Stm=]l Charges Ho 121
Source EF Sample Ho 2 p=rator HES

Cazsatts

C Cr Cu Fi Hn Mo i P z 5i L
My 2 012.140.212% 41 1 12 0.420 01 0.450.13 1.190.321

Bz 2.022.150.218%.49 1.13 D.420.001 0.450.13 1.200.31

vy B 2. 14 0,21 63,45 S S00EE 0. o1 BN 0.1 BN 0. 31

BT T ST TS ST

Uiga COMTIUE 10 anabse next samgla

Figure 8.9
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Intensity Measurement

The measurement of intensities is mainly used to check the reliability and the short and long term
reproducibility of the instrument.

The result issued in intensity measurement mode is not subject to drift correction, it is a raw intensity
representative of the instrumental response.

Prepare the Intensity Measurement Task

¢ Click on Preparation in the main menu and then click on Tasks (see Figure 8.1).
¢ Click onIntensity Measurements.
¢ Click on Create.

FH] Salect Analylical Task
Analysis Type: Intensity Measurement

—
Create

Capy
Amend

hd Exit

Figure 8.10

¢ Inthe Enter New Task Name box type the new task name.

_" _. Craals Analplical Tazk

Emter Mew Task Name; |'E'5'C
Cancel |

Figure 8.11

¢ Click on OK.
¢ InDescription box type the desired description.

The various task options can be selected by clicking onto the corresponding button (a cross will appear in
the button when activated). These are:

¢ Itispossibleto Predefine aSampleList.
¢ Itispossibleto Display the Sigma.
¢ Itispossibleto Display the Relative Sigma.
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¢ Itispossibleto use Automatic Sample Number Incrementation.
¢ Itispossibleto Modify the Results.
¢ Itispossibleto activate the Manual Run Selection.

To amend the sample naming structure:

¢ Click on Sample Naming Details.

The number of measurements for each sample can be specified in the box facing Repeat Count.
To define the program that should appear when the task is selected:

¢ Click on Default Program.

[ _ Dahires Analpical Tack: Inlencily Meanmamenl

(TSR 1t iaL Int__Heasurement Task]

I~ Predefined Sample List

Task Hame: TUTHIHIAL

Select Anabaical Program

¢ In the list box Programs highl

I Prinl Sigma
Default Program | 1 print Relative Sigma
I Auto-lne Sample Number
Print Ebement Headings ™ Results Modifiable
™ Manual Aun Selection
= Abowve Onoe  Aheve Abways O Leit
™ Ahove Once and Shaove Average Display Setiings |
Print Wraparound Sample Naming Details |
FE“IHH ':?E.']l“ Iehame mamples |
Besult Optinns |
Repeat Count: [ T | |
Figure 8.12

ight the desired program. If the program is not listed, then select the

appropriate Database Category.
_" ‘.'=|H|H|.'.| Dralfaull QualilyFTypps SlandaddPiogeam
Database Categong: User jl
Anahetical Category
File Msimsa: |II.II1.IHIFIL
. e = ualkhy
Dualitie wpe Standards Programs I Twpe Stamdard
=] =|[GENERIC =j| * Frogrm
Kl
ELINKER
PURE_FE
TEST
=1 =] 0K, Cancel I

Figure 8.13

¢ Click on OK to confirm and return to the main menu.
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Perform Intensity Measurements

¢ Click on Production / Analysisin the main menu and then click on Analysis (see Figure 8.6).
¢ Click on Intensity Measurements.
¢ Click on Change Task and select the previously prepared task from the displayed list box.

WirngtAF - Select Analplical Tack -

Select Task:

Figure 8.14

¢ Click on OK.
The Cassette number and the Number of Runs can then be specified.

¢ The analysis can now be started immediately by clicking on Analyse, or after the sample identity has
been specified, by clicking on Sample Details OK.

. WirdAF - Inlenzily Meazuemenl - TUTORIAL - Twlosal Inl. Meazumsmsnl Tazk -

Analytical Program: [~

Sample Anahysis:
Mumbar of Runs I]__ Crmsate I__

sample Identitier:

Sampls Mame |IR'::4 Sampls Mumiar |
SEmgle D3 | ample 104 |
Sampla D5 |

E=l

Halect Frogmam

Ertar mn mnahdical program name or use SELECT bufton

Figure 8.15
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The sample will now be analysed, and the results for the specified elements will appear in the result
window, and/or will be printed out.

vy
Fe o.on37T
Cr 1.455%50
Hn Z.2301
Mo o. 5000
F 5.E930
5 1. 9950
5i 1
W 1. 9869
Carbam 0. D00
Sum 0.
L 1.9205
Hi . nET
L 1. 4650

WinkFF - Inlenssty Meazurement - TUTORIAL - Twlosial Ini. Measwenent Tazk

Frogram: TUTORLIAL Elements: 173 Dater: OEF.DE.DL
Time: 13:40:12 PFroben-Ham: : HES Frobén-Hmmnmer: 1414
Charge: 1% Hung: 1 Eurg in Aversge; 1
Cassetie!

Ei

.onaz
.45ED
L2901
000
@930
L99ED
. 3810
L9Beg
Jnooo
Jnooo
9205
ooaz
4850

o — I L — T — I - R R o B — B o R — |

Ulse COMTIMLUIE to anahbyse ned sample

Figure 8.16
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A ALARMS

Alarms are used to indicate events to the ACS. Each node of the ICS holds an alarms table where a
corresponding alarm is set every time an event occurs. The nodes of the ICS having a master function on
other nodes, ask continuously for the contents of the alarms table of their slave nodes, and adds them to their
own table. The ICSistherefore, always ready to indicate any problem to the ACS.

Each alarm number is a reference to an alarms list (see following tables) where it is possible to find its
significance. Each node of the ICS has a reserved range of alarm numbers.

Each alarm has 1 among 4 severity levels. The alarms range reserved for a node is divided into 4 sub-ranges,
each sub-range corresponding to an alarm severity level.

The 4 severity levels have the following significance:

FATAL (F) : Itisimpossible for the instrument to perform the requested operation.

WARNING (W) :  Something in the instrument is not in order, but it is still possible to carry on
with the requested operation.

INFORMATION (1) : A norma event has occurred.

DIAGNOSTIC (D) :  Anabnormal event has occurred, but the instrument has recovered from that
abnormal event.

No severity level is applicable to the alarm O (Instrument busy). This alarm is used to synchronise the ACS
with the ICS during certain operations.

The reserved ranges for each ICS node are summarised in the following table.

ICSnode Alarm numbersrange
Fatal War ning | Infor mation Diagnostic
XQl 256 to 767 768 to 1279] 1280 to 1537 1538 to 2047,
XSM 2048 to 2559 2560 to 3327 3328 to 3583 3584 to 4095}
+ 65535
XGT 4096 to 4607 4608 to 5375 5376 to 5631 5632 to 6143}
XCM 6144 to 6399] 6400 to 6655 6656 to 6911 6912 to 7167,
XSP 7168 to 7423 7424 to 7679 7680 to 7935 7936 to 8191
XPS 8192 to 8703 8704 to 9471 9472 to 9727 9728 to 10239
XHI 10240 to 10495] 10496 to 10751] 10752 to 11007] 11008 to 11263}
reserved 11264 to 12287
XST 12288 to 12543 12544 to 12799] 12800 to 13055 13056 to 13311
reserved 13312 to 14335
Goniol: XGl 14336 to 14847] 14848 to 15615] 15616 to 15871 15872 to 16383}
Goniol: XGDI 16384 to 16895] 16896 to 17663] 17664 to 17919] 17920 to 18431
Goniol: XDI 18432 to 18687 18688 to 18943] 18944 to 19199 19200 to  19455)
Gonio2: XGl 19456 to 19967] 19968 to 20735] 20736 to 20991 20992 to 21503}
Gonio2: XGDI 21504 to 22015] 22016 to 22783] 22784 to 23039] 23040 to 23551
Gonio2: XDI 23552 to 23807] 23808 to 24063] 24064 to 24319] 24320 to 24575)
Gonio3: XGl 24576 to 25087] 25088 to 25855 25856 to 26111] 26112 to  26623]
Gonio3: XGDI 26624 to 27135] 27136 to 27903 27904 to 28159] 28160 to 28671
Gonio3: XDI 28672 to 28927] 28928 to 29183] 29184 to 29439] 29440 to 29695}
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Z | N

Appendix A Alarms
ICSnode Alarm numbersrange
Fatal War ning | Infor mation Diagnostic
XRD1: XDD 29696 to 29823] 29952 to 30079] 30208 to 30335] 30464 to 30591
XRD1: XDDD 29824 to 29887] 30080 to 30143] 30336 to 30399] 30592 to 30655
XRD1: XDI 29888 to 29951] 30144 to 30207] 30400 to 30463] 30656 to 30719}
XRD2: XDD 30720 to 30847 30976 to 31103] 31232 to 31359] 31488 to 31615]
XRD2: XDDD 30848 to 30911 31104 to 31167] 31360 to 31423] 31616 to 31679
XRD2: XDI 30912 to 30975| 31168 to 31231] 31424 to 31487] 31680 to 31743}
reserved 31744 to 32767
XMI101 32768 to 33023] 33024 to 33279] 33280 to 33535] 33536 to 33791
XMI102 33792 to 34047] 34048 to 34303] 34304 to 34559] 34560 to 34815]
XMI03 34816 to 35071] 35072 to 35327] 35328 to 35583] 35584 to 35839
XMI04 35840 to 36095] 36096 to 36351] 36352 to 36607] 36608 to 36863)
XMI05 36864 to 37119] 37120 to 37375) 37376 to 37631] 37632 to 37887
XMI06 37888 to 38143] 38144 to 38399] 38400 to 38655] 38656 to 38911
XMI107 38912 to 39167] 39168 to 39423] 39424 to 39679] 39680 to 39935}
XMI08 39936 to 40191 40192 to 40447] 40448 to 40703] 40704 to 40959
XMI09 40960 to 41215] 41216 to 41471] 41472 to 41727] 41728 to 41983]
XMI10 41984 to 42239] 42240 to 42495 42496 to 42751] 42752 to 43007
XMI111 43008 to 43263] 43264 to 43519] 43520 to 43775] 43776 to 44031
XMI112 44032 to 44287] 44288 to 44543] 44544 to 44799] 44800 to  45055)
XMI13 45056 to 45311] 45312 to 45567] 45568 to 45823] 45824 to  46079|
XMI14 46080 to 46335] 46336 to 46591] 46592 to 46847] 46848 to 47103]
XMI15 47104 to 47359] 47360 to 47615] 47616 to 47871] 47872 to 48127
XMI16 48128 to 48383] 48384 to 48639] 48640 to 48895] 48896 to 49151
XMI117 49152 to 49407] 49408 to 49663] 49664 to 49919] 49920 to 50175}
XMI18 50176 to 50431] 50432 to 50687] 50688 to 50943] 50944 to 51199)
XMI19 51200 to 51455 51456 to 51711] 51712 to 51967] 51968 to 52223]
XMI20 52224 to 52479] 52480 to 52735] 52736 to 52991] 52992 to 53247
XMI121 53248 to 53503] 53504 to 53759] 53760 to 54015] 54016 to 54271
XMI122 54272 to 54527] 54528 to 54783] 54784 to 55039] 55040 to 55295}
XMI23 55296 to 55551 55552 to 55807] 55808 to 56063] 56064 to 56319)
XMI24 56320 to 56575| 56576 to 56831] 56832 to 57087] 57088 to 57343]
XMI25 57344 to 57599] 57600 to 57855] 57856 to 58111] 58112 to 58367
XMI26 58368 to 58623] 58624 to 58879] 58880 to 59135] 59136 to 59391
XMI127 59392 to 59647] 59648 to 59903] 59904 to 60159] 60160 to 60415}
XMI28 60416 to 60671] 60672 to 60927] 60928 to 61183] 61184 to 61439)
XMI29 61440 to 61695] 61696 to 61951] 61952 to 62207] 62208 to 62463]
XMI30 62464 to 62719] 62720 to 62975 62976 to 63231] 63232 to 63487
XMI131 63488 to 63743] 63744 to 63999] 64000 to 64255] 64256 to 64511
XMI132 64512 to 64767] 64768 to 65023] 65024 to 65279] 65280 to 65534
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B STATUS CHANNELS

“Status channels” are used to monitor and retrieve different status of the instrument. Each node of the ICS is
allocated a range of status channels numbers.

The following list shows the allocated status channel numbers allocated to the different nodes of the ICS.

Node Status channels range Node Status channels range
XQI 1 - 511 all XMI's* 15872 - 16383
XSM 512 - 1023 XMIO1 16384 - 16895
XGT98 1024 - 1535 XMI02 16896 - 17407
XCM 1536 - 2047 XMIO03 17408 - 17919
XPS 2048 - 2559 XMI04 17920 - 18431
XHI 2560 - 3071 XMIO05 18432 - 18943
XST 3072 - 3583 XMI06 18944 - 19455
XSP 3584 - 4095 XMIO7 19456 - 19967
XMIO08 19968 - 20479

XGIl1 8192 - 8703 XMI09 20480 - 20991
XGDI1 8704 - 9215 XMI10 20992 - 21503
XDIl1 9216 - 9727 XMI11 21504 - 22015
XGI2 10240 - 10751 XMI12 22016 - 22527
XGDI2 10752 - 11263 XMI13 22528 - 23039
XDI2 11264 - 11775 XMI14 23040 - 23551
XGI3 12288 - 12799 XMI15 23552 - 24063
XGDI3 12800 - 13311 XMI16 24064 - 24575
XDI3 13312 - 13823 XMI17 24576 - 25087
XDD1 14336 - 14463 XMI18 25088 - 25599
XDDD1 14464 - 14591 XMI19 25600 - 26111
XDI4 14592 - 14619 XMI20 26112 - 26623
XDD2 14848 - 14975 XMI21 26624 - 27135
XDDD2 14976 - 15103 XMI22 27136 - 27647
XDI5 15104 - 15231 XMI23 27648 - 28159
XMI24 28160 - 28671

XMI25 28672 - 29183

XMI26 29184 - 29695

XMI27 29696 - 30207

XMI28 30208 - 30719

XMI29 30720 - 31231

XMI30 31232 - 31743

XMI31 31744 - 32255

XMI32 32256 - 32767

* Available for the “Set status” command (ST) only.
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The following table describes all the valid status channels defined in the ICS. This list may change

according to the evolution of the different firmware of each node.

Status Node Status channel name
number
1 XQI Primary chamber pressure [Pa]
Parameters:

minimum pressure [Pa]

maximum pressure [Pa]

sampling period [s]

sample loading maximum pressure [Pa]

2 | XQI | Spectrometer tank pressure [Pa]

Parameters:

minimum pressure [Pa]
maximum pressure [Pa]
sampling period [s]

end of pumping pressure [Pa]
maximum working pressure [Pa]
desired regulation pressure [Pa]

3 | XQI | Electronic rack temperature ["C]

Parameters:

minimum temperature [°C]
maximum temperature [°C]
sampling period [s]

4 | XQI | Mains voltage (L1 phase) [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

5 | XQI |XQI+5Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

6 | XOQI |XQI+12Volts[V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

7 | XQI |XQI-12Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

8 | XOQI |XQI-5Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]

sampling period [s]
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9 | XQI | XQI +5Volts reference [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

10 | XQI | XQI+2.5Volts reference [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

13 | XQI | Working time of instrument [h]

Parameters:

minimum [] (ignored)
maximum working time [h]
sampling period [s]

14 | XQI | Working time under vacuum [h]

Parameters:

minimum [] (ignored)
maximum working time [h]
sampling period [s]

16 | XQI | Working time under air [h]

Parameters:

minimum [] (ignored)
maximum working time [h]
sampling period [s]

17 | XQI | Working time of vacuum pump P2 [h]

Parameters:

minimum [] (ignored)
maximum working time [h]
sampling period [s]

18 | XQI | Number of samples loaded under vacuum []

Parameters:
minimum [] (ignored)
maximum number []
sampling period [s]

20 | XQI | Number of samples loaded under air []

Parameters:
minimum [] (ignored)
maximum number []
sampling period [s]

21 | XQI | Number of environment changes to vacuum []

Parameters:
minimum [] (ignored)
maximum number []
sampling period [s]

23 | XQI | Number of environment changes to air |[]

Parameters:
minimum [] (ignored)
maximum number []

sampling period [s]

AA83414 User Manual ARL 9800
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24 | XQI | Number of instrument power-up’s []

Parameters:
minimum [] (ignored)
maximum number []
sampling period [s]

25 | XQI [ Pumping time of last loaded sample [s]

Parameters:

minimum [s]

maximum [s]

sampling period [s]

minimum desired pumping time [s]
maximum desired pumping time [s]

26 | XQI | Working time of molecular vacuum pump P1 [h]

Parameters:

minimum [] (ignored)
maximum working time [h]
sampling period [s]

512 | XSM | Digital voltmeter channel [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]
DVM slope []

DVM offset [V]
DVM gain []

513 | XSM | Molecular vacuum pump P1 speed [rpm]

Parameters:
minimum speed [rpm]
maximum speed [rpm]
sampling period [s]

1024 | XGT98 | Spectrometer tank temperature ['C]

Parameters:

minimum temperature [°C]
maximum temperature [°C]
sampling period [s]

minimum temperature error [°C]
maximum temperature error [°C]

1025 | XGT98 | FPC gas pressure [Pa]

Parameters:

minimum pressure [Pa]
maximum pressure [Pa]
sampling period [s]
minimum pressure error [Pa]
maximum pressure error [Pa]

1026 | XGT98 | FPC gas flow [ul/min]

Parameters:

minimum flow [pul/min]
maximum flow [pl/min]
sampling period [s]
minimum flow error [pl/min]

maximum flow error [pl/min]
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1029 | XGT98 | XGT98 +5Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

1030 | XGT98 | XGT98 +12Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

1031 | XGT98 | XGT98 -12Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

1032 | XGT98 | XGT98 +12Volts power [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

1033 | XGT98 | XGT98 +5Volts reference [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

1034 | XGT98 | XGT98 +2.5Volts reference [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

1035 | XGT98 | XGT98 +24Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

1536 | XCM | XCM +5Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

1537 | XCM | XCM +12Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

1538 | XCM | XCM -12Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]
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1539 | XCM | XCM +5Volts reference [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

1540 | XCM | XCM +2.5Volts reference [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

1541 | XCM | XCM +24Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

2048 | XPS | X-ray kilovolts [kV]

Parameters:

minimum relative tolerance [%]
maximum relative tolerance [%]
minimum constant tolerance [kV]
maximum constant tolerance [kV]
sampling period [s]

2049 | XPS | X-ray milliamps [mA]

Parameters:

minimum relative tolerance [%]
maximum relative tolerance [%]
minimum constant tolerance [mA]
maximum constant tolerance [mA ]
sampling period [s]

2050 | XPS | X-ray cooling primary water input temperature ["C]

Parameters:

minimum temperature [°C]
maximum temperature [°C]
sampling period [s]

2051 | XPS | X-ray cooling primary water output temperature ['C]

Parameters:

minimum temperature [°C]
maximum temperature [°C]
sampling period [s]

2052 | XPS | X-ray cooling secondary water input temperature ['C]

Parameters:

minimum temperature [°C]
maximum temperature [°C]
sampling period [s]

2053 | XPS | X-ray cooling secondary water output temperature ['C]

Parameters:

minimum temperature [°C]
maximum temperature [°C]
sampling period [s]

minimum temperature error [°C]

. 0
maximum temperature error [ C]
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2054 | XPS | X-ray cooling secondary water resistivity. [kQ.cm]

Parameters:

minimum resistivity [kQ.cm]
maximum resistivity [kQ.cm]
sampling period [s]

2055 | XPS | X-ray tube filament current [A]

Parameters:
minimum current [A]
maximum current [A]
sampling period [s]

2056 | XPS | XPS +15Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

2057 | XPS | XPS-15Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

2058 | XPS | XPS +24Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

2061 | XPS | XPS +5Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

2063 | XPS | X-ray activity time [hour]

Parameters:

minimum activity [hour]
maximum activity [hour]
sampling period [s]

2064 | XPS | X-ray tube arcs count []

Parameters:

minimum arcs count []
maximum arcs count []
sampling period [s]

fatal arc rate count []

fatal arc rate period [s]
warning arc rate count [ ]
warning arc rate period [s]
60 to 70 kV delay [s]

2067 | XPSLP | Laboratory ambient temperature ["C]

Parameters:
minimum temperature [°C]
maximum temperature [°C]

sampling period [s]
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2068 | XPSLP | X-ray generator output temperature ['C]

Parameters:

minimum temperature [°C]
maximum temperature [°C]
sampling period [s]

2069 | XPSLP | X-ray tube leakage current [mA]

Parameters:

minimum current [mA]
maximum current [mA]
sampling period [s]

2070 | XPSLP | XPSLP board temperature [°C]

Parameters:

minimum temperature [°C]
maximum temperature [°C]
sampling period [s]

2071 | XPSLP | XPS +12Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

2072 | XPSLP | XPS -12Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

2073 | XPSLP | XPS +2.5Volts reference [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

2560 | XHI | XHI+5Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

2561 | XHI | XHI+12Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

2562 | XHI | XHI-12Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

2563 | XHI | XHI +5Volts reference [V]

Parameters:
minimum voltage [V]
maximum voltage [V]

sampling period [s]
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2564 | XHI | XHI +2.5Volts reference [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

2565 | XHI | XHI+24Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

2566 | XHI | XHI-5Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

3072 | XST | XST +5Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

3073 | XST | XST +12Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

3074 | XST | XST-12Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

3075 | XST | XST +5Volts reference [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

3076 | XST | XST +2.5Volts reference [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

3077 | XST | XST +24Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

3078 | XST | XST-5Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]
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3079 | XST

| Absolute filtered sample rotation error 1

Parameters:
minimum error [°]
maximum error [°]
sampling period [s]

3584 | XSP

| XSP +5Volts [V]

Parameters:

sampling period [s]

minimum voltage [V]
maximum voltage [V]

3585 | XSP

| Mains voltage (L1 phase) [V]

Parameters:

sampling period [s]

minimum voltage [V]
maximum voltage [V]

3586 | XSP

| Mains voltage (L2 phase) [V]

Parameters:

sampling period [s]

minimum voltage [V]
maximum voltage [V]

3587 | XSP

| XSP -5Volts [V]

Parameters:

sampling period [s]

minimum voltage [V]
maximum voltage [V]

3588 | XSP

| XSP +24Volts [V]

Parameters:

sampling period [s]

minimum voltage [V]
maximum voltage [V]

3589 | XSP

| Molecular pump P1 voltage [V]

Parameters:

sampling period [s]

minimum voltage [V]
maximum voltage [V]

3590 | XSP

| Molecular pump P1 current [A]

Parameters:

sampling period [s]

minimum current [A]
maximum current [A]
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3591 | XSP | Molecular pump P1 temperature ["C]
Parameters:
minimum temperature [°C]
maximum temperature [°C]
sampling period [s]

8192 | XGI1 | Gonio 1: detector high-voltage [V]
10240 | XGI2 | Gonio 2: detector high-voltage [V]
12288 | XGI3 | Gonio 3: detector high-voltage [V]
14336 | XDD1 | XRD-system 1: detector high-voltage [V]
14848 | XDD2 | XRD-system 2: detector high-voltage [V]

Parameters:

minimum absolute voltage [V]
maximum absolute voltage [V]
sampling period [s]

minimum relative tolerance [V]
maximum relative tolerance [V]

8193 | XGI1 | Gonio 1: crystals temperature [’C]
10241 | XGI2 | Gonio 2: crystals temperature [OC]
12289 | XGI3 | Gonio 3: crystals temperature ["C]
14337 | XDD1 | XRD-system 1: crystal temperature ['C]
14849 | XDD2 | XRD-system 2: crystal temperature ['C]

Parameters:

minimum temperature [°C]
maximum temperature [°C]
sampling period [s]

8194 | XGI1 | Gonio 1: XGI +5Volts measure [V]
10242 | XGI2 | Gonio 2: XGI +5Volts measure [V]
12290 | XGI3 | Gonio 3: XGI +5Volts measure [V]
14338 | XDD1 | XRD-system 1: XDD +5Volts measure [V]
14850 | XDD2 | XRD-system 2: XDD +5Volts measure [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

8195 | XGI1 | Gonio 1: XGI +12Volts measure [V]
10243 | XGI2 | Gonio 2: XGI +12Volts measure [V]
12291 | XGI3 | Gonio 3: XGI +12Volts measure [V]
14339 | XDD1 | XRD-system 1: XDD +12Volts measure [V]
14851 | XDD2 | XRD-system 2: XDD +12Volts measure [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]
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8196 | XGI1 | Gonio 1: XGI -12Volts measure [V]

10244 | XGI2 | Gonio 2: XGI -12Volts measure [V]

12292 | XGI3 | Gonio 3: XGI -12Volts measure [V]

14340 | XDD1 | XRD-system 1: XDD -12Volts measure [V]

14852 | XDD2 | XRD-system 2: XDD -12Volts measure [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

8197 | XGI1 | Gonio 1: XGI +12Volts power [V]

10245 | XGI2 | Gonio 2: XGI +12Volts power [V]

12293 | XGI3 | Gonio 3: XGI +12Volts power [V]

14341 | XDD1 | XRD-system 1: XDD +12Volts power [V]

14853 | XDD2 | XRD-system 2: XDD +12Volts power [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

8198 | XGI1 | Gonio 1: XGI +5Volts reference [V]

10246 | XGI2 | Gonio 2: XGI +5Volts reference [V]

12294 | XGI3 | Gonio 3: XGI +5Volts reference [V]

14342 | XDD1 | XRD-system 1: XDD +5Volts reference [V]

14854 | XDD2 | XRD-system 2: XDD +5Volts reference [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

8199 | XGI1 | Gonio 1: XGI -5Volts reference [V]

10247 | XGI2 | Gonio 2: XGI -5Volts reference [V]

12295 | XGI3 | Gonio 3: XGI -5Volts reference [V]

14343 | XDD1 | XRD-system 1: XDD -5Volts reference [V]

14855 | XDD2 | XRD-system 2: XDD -5Volts reference [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

8200 | XGI1 | Gonio 1: XGI +24Volts power [V]

10248 | XGI2 | Gonio 2: XGI +24Volts power [V]

12296 | XGI3 | Gonio 3: XGI +24Volts power [V]

14344 | XDD1 | XRD-system 1: XDD +24Volts power [V]

14856 | XDD2 | XRD-system 2: XDD +24Volts power [V]

Parameters:
minimum voltage [V]
maximum voltage [V]

sampling period [s]
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8201 | XGI1 | Gonio 1: XGI -5Volts measure [V]

10249 | XGI2 | Gonio 2: XGI -5Volts measure [V]
12297 | XGI3 | Gonio 3: XGI -5Volts measure [V]
14345 | XDD1 | XRD-system 1: XDD -5Volts measure [V]
14857 | XDD2 | XRD-system 2: XDD -5Volts measure [V]
Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]
8202 | XGI1 | Gonio 1: total working time [h]
10250 | XGI2 | Gonio 2: total working time [h]
12298 | XGI3 | Gonio 3: total working time [h]
14346 | XDD1 | XRD-system 1: total working time [h]
14858 | XDD2 | XRD-system 2: total working time [h]
Parameters:
minimum [h] (ignored)
maximum working time [h]
sampling period [s]

8203 | XGI1 | Gonio 1: total ZEROQO process time [h]
10251 | XGI2 | Gonio 2: total ZERO process time [h]
12299 | XGI3 | Gonio 3: total ZERO process time [h]
14347 | XDD1 | XRD-system 1: total ZERO process time [h]
14859 | XDD2 | XRD-system 2: total ZERO process time [h]

Parameters:
minimum [h] (ignored)
maximum time [h]
sampling period [s]

8204 | XGI1 | Gonio 1: total POSITION CALIBRATION process time [h]
10252 | XGI2 | Gonio 2: total POSITION CALIBRATION process time [h]
12300 | XGI3 | Gonio 3: total POSITION CALIBRATION process time [h]
14348 | XDD1 | XRD-system 1: total POSITION CALIBRATION process time [h]
14860 | XDD2 | XRD-system 2: total POSITION CALIBRATION process time [h]

Parameters:
minimum [h] (ignored)
maximum time [h]
sampling period [s]
8205 | XGI1 | Gonio 1: total HV CALIBRATION process time [h]
10253 | XGI2 | Gonio 2: total HV CALIBRATION process time [h]
12301 | XGI3 | Gonio 3: total HV CALIBRATION process time [h]
14349 | XDD1 | XRD-system 1: total HV CALIBRATION process time [h]
14861 | XDD2 | XRD-system 2: total HV CALIBRATION process time [h]
Parameters:
minimum [h] (ignored)
maximum time [h]
sampling period [s]
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8206 | XGI1 | Gonio 1: total ENERGY PROFILE process time [h]
10254 | XGI2 | Gonio 2: total ENERGY PROFILE process time [h]
12302 | XGI3 | Gonio 3: total ENERGY PROFILE process time [h]
14350 | XDD1 | XRD-system 1: total ENERGY PROFILE process time [h]
14862 | XDD2 | XRD-system 2: total ENERGY PROFILE process time [h]
Parameters:
minimum [h] (ignored)
maximum time [h]
sampling period [s]
8207 | XGI1 | Gonio 1: total FAST SCAN process time [h]
10255 | XGI2 | Gonio 2: total FAST SCAN process time [h]
12303 | XGI3 | Gonio 3: total FAST SCAN process time [h]
14351 | XDD1 | XRD-system 1: total FAST SCAN process time [h]
14863 | XDD2 | XRD-system 2: total FAST SCAN process time [h]
Parameters:
minimum [h] (ignored)
maximum time [h]
sampling period [s]
8208 | XGI1 | Gonio 1: total INCREMENTAL SCAN process time [h]
10256 | XGI2 | Gonio 2: total INCREMENTAL SCAN process time [h]
12304 | XGI3 | Gonio 3: total INCREMENTAL SCAN process time [h]
14352 | XDD1 | XRD-system 1: total INCREMENTAL SCAN process time [h]
14864 | XDD2 | XRD-system 2: total INCREMENTAL SCAN process time [h]
Parameters:
minimum [h] (ignored)
maximum time [h]
sampling period [s]
8209 | XGI1 | Gonio 1: total QUANTITATIVE ANALYSIS process time [h]
10257 | XGI2 | Gonio 2: total QUANTITATIVE ANALYSIS process time [h]
12305 | XGI3 | Gonio 3: total QUANTITATIVE ANALYSIS process time [h]
14353 | XDD1 | XRD-system 1: total QUANTITATIVE ANALYSIS process time [h]
14865 | XDD2 | XRD-system 2: total QUANTITATIVE ANALYSIS process time [h]
Parameters:
minimum [h] (ignored)
maximum time [h]
sampling period [s]
8210 | XGI1 | Gonio 1: total number of crystal changes []

10258 | XGI2 | Gonio 2: total number of crystal changes []

12306 | XGI3 | Gonio 3: total number of crystal changes []
Parameters:
minimum [] (ignored)
maximum changes []
sampling period [s]

8211 | XGI1 | Gonio 1: total number of collimator changes []

10259 | XGI2 | Gonio 2: total number of collimator changes []

12307 | XGI3 | Gonio 3: total number of collimator changes []
Parameters:
minimum [] (ignored)
maximum changes []
sampling period [s]

14356 | XDD1 | XRD-system 1: estimated motor heating current [mA]

14868 | XDD2 | XRD-system 2: estimated motor heating current [mA]
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Parameters:
minimum current [mA] (ignored)
maximum current [mA]
sampling period [s]

9216 | XDI1 | Gonio 1: signal software amplification gain []
11264 | XDI2 | Gonio 2: signal software amplification gain []
13312 | XDI3 | Gonio 3: signal software amplification gain []
14592 | XDI4 | XRD-system 1: signal software amplification gain []
15104 | XDI5 | XRD-system 2: signal software amplification gain []

Parameters:
minimum gain []
maximum gain []
sampling period [s]
9217 | XDI1 | Gonio 1: XDI +5Volts [V]
11265 | XDI2 | Gonio 2: XDI +5Volts [V]
13313 | XDI3 | Gonio 3: XDI +5Volts [V]
14593 | XDI4 | XRD-system 1: XDI +5Volts [V]
15105 | XDIS5 | XRD-system 2: XDI +5Volts [V]
Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

9218 | XDI1 | Gonio 1: XDI +12Volts [V]
11266 | XDI2 | Gonio 2: XDI +12Volts [V]
13314 | XDI3 | Gonio 3: XDI +12Volts [V]
14594 | XDI4 | XRD-system 1: XDI +12Volts [V]
15106 | XDIS5 | XRD-system 2: XDI +12Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

9219 | XDI1 | Gonio 1: XDI -12Volts [V]

11267 | XDI2 | Gonio 2: XDI -12Volts [V]
13315 | XDI3 | Gonio 3: XDI -12Volts [V]
14595 | XDI4 | XRD-system 1: XDI -12Volts [V]
15107 | XDIS5 | XRD-system 2: XDI -12Volts [V]
Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]
AA83414 User Manual ARL 9800 B-15
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9220 | XDI1 | Gonio 1: XDI +5Volts reference [V]

11268 | XDI2 | Gonio 2: XDI +5Volts reference [V]

13316 | XDI3 | Gonio 3: XDI +5Volts reference [V]

14596 | XDI4 | XRD-system 1: XDI +5Volts reference [V]

15108 | XDIS | XRD-system 2: XDI +5Volts reference [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

9221 | XDI1 | Gonio 1: XDI +2.5Volts reference [V]

11269 | XDI2 | Gonio 2: XDI +2.5Volts reference [V]

13317 | XDI3 | Gonio 3: XDI +2.5Volts reference [V]

14597 | XDI4 | XRD-system 1: XDI +2.5Volts reference [V]

15109 | XDIS | XRD-system 2: XDI +2.5Volts reference [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

9222 | XDI1 | Gonio 1: XDI -5Volts [V]

11270 | XDI2 | Gonio 2: XDI -5Volts [V]

13318 | XDI3 | Gonio 3: XDI -5Volts [V]

14598 | XDI4 | XRD-system 1: XDI -5Volts [V]

15110 | XDI5 | XRD-system 2: XDI -5Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]

9223 | XDI1 | Gonio 1: signal detection threshold [mV]

11271 | XDI2 | Gonio 2: signal detection threshold [mV]

13319 | XDI3 | Gonio 3: signal detection threshold [mV]

14599 | XDI4 | XRD-system 1: signal detection threshold [mV]

15111 | XDI5S | XRD-system 2: signal detection threshold [mV]

Parameters:

minimum threshold [mV]
maximum threshold [mV]
sampling period [s]

9224 | XDI1 | Gonio 1: signal hardware amplification gain []

11272 | XDI2 | Gonio 2: signal hardware amplification gain []

13320 | XDI3 | Gonio 3: signal hardware amplification gain []

14600 | XDI4 | XRD-system 1: signal hardware amplification gain []

15112 | XDIS | XRD-system 2: signal hardware amplification gain []

Parameters:
minimum gain []
maximum gain []

sampling period [s]
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15872 | XMlIxx | All mono’s: XMI +5Volts [V] (for the “Set status” command ST only)

16384 | XMI01 | Mono 01:

XMI +5Volts [V]

16896 | XMI02 | Mono 02:

XMI +5Volts [V]

17408 | XMI03 | Mono 03:

XMI +5Volts [V]

17920 | XMI04 | Mono 04:

XMI +5Volts [V]

18432 | XMI05 | Mono 05:

XMI +5Volts [V]

18944 | XMI106 | Mono 06:

XMI +5Volts [V]

19456 | XMI07 | Mono 07:

XMI +5Volts [V]

19968 | XMIO8 | Mono 08:

XMI +5Volts [V]

20480 [ XMI09 | Mono 09:

XMI +5Volts [V]

20992 | XMI10 | Mono 10:

XMI +5Volts [V]

21504 | XMI11 | Mono 11:

XMI +5Volts [V]

22016 | XMI12 | Mono 12:

XMI +5Volts [V]

22528 | XMI13 | Mono 13:

XMI +5Volts [V]

23040 | XMI14 | Mono 14:

XMI +5Volts [V]

23552 | XMI15 | Mono 15:

XMI +5Volts [V]

24064 | XMI16 | Mono 16:

XMI +5Volts [V]

24576 | XMI17 | Mono 17:

XMI +5Volts [V]

25088 | XMI18 | Mono 18:

XMI +5Volts [V]

25600 | XMI19 | Mono 19:

XMI +5Volts [V]

26112 | XMI20 | Mono 20:

XMI +5Volts [V]

26624 | XMI21 | Mono 21:

XMI +5Volts [V]

27136 | XMI22 | Mono 22:

XMI +5Volts [V]

27648 | XMI23 | Mono 23:

XMI +5Volts [V]

28160 | XMI24 | Mono 24:

XMI +5Volts [V]

28672 | XMI25 | Mono 25:

XMI +5Volts [V]

29184 | XMI26 | Mono 26:

XMI +5Volts [V]

29696 | XMI27 | Mono 27:

XMI +5Volts [V]

30208 | XMI28 | Mono 28:

XMI +5Volts [V]

30720 | XMI29 | Mono 29:

XMI +5Volts [V]

31232 | XMI30 | Mono 30:

XMI +5Volts [V]

31744 | XMI31 | Mono 31:

XMI +5Volts [V]

32256 | XMI32 | Mono 32:

XMI +5Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]
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15873 | XMlIxx | All mono’s: XMI +24Volts [V] (for the “Set status” command ST only)

16385 | XMI01 | Mono 01:

XMI +24Volts [V]

16897 | XMI02 | Mono 02:

XMI +24Volts [V]

17409 | XMI03 | Mono 03:

XMI +24Volts [V]

17921 | XMI04 | Mono 04:

XMI +24Volts [V]

18433 | XMI05 | Mono 05:

XMI +24Volts [V]

18945 | XMI106 | Mono 06:

XMI +24Volts [V]

19457 | XMI07 | Mono 07:

XMI +24Volts [V]

19969 | XMIO8 | Mono 08:

XMI +24Volts [V]

20481 | XMI09 | Mono 09:

XMI +24Volts [V]

20993 | XMI10 | Mono 10:

XMI +24Volts [V]

21505 | XMI11 | Mono 11:

XMI +24Volts [V]

22017 | XMI12 | Mono 12:

XMI +24Volts [V]

22529 | XMI13 | Mono 13:

XMI +24Volts [V]

23041 | XMI14 | Mono 14:

XMI +24Volts [V]

23553 | XMI15 | Mono 15:

XMI +24Volts [V]

24065 | XMI16 | Mono 16:

XMI +24Volts [V]

24577 | XMI17 | Mono 17:

XMI +24Volts [V]

25089 | XMI18 | Mono 18:

XMI +24Volts [V]

25601 | XMI19 | Mono 19:

XMI +24Volts [V]

26113 | XMI20 | Mono 20:

XMI +24Volts [V]

26625 | XMI21 | Mono 21:

XMI +24Volts [V]

27137 | XMI22 | Mono 22:

XMI +24Volts [V]

27649 | XMI23 | Mono 23:

XMI +24Volts [V]

28161 | XMI24 | Mono 24:

XMI +24Volts [V]

28673 | XMI25 | Mono 25:

XMI +24Volts [V]

29185 [ XMI26 | Mono 26:

XMI +24Volts [V]

29697 | XMI27 | Mono 27:

XMI +24Volts [V]

30209 | XMI28 | Mono 28:

XMI +24Volts [V]

30721 | XMI29 | Mono 29:

XMI +24Volts [V]

31233 | XMI30 | Mono 30:

XMI +24Volts [V]

31745 | XMI31 | Mono 31:

XMI +24Volts [V]

32257 | XMI32 | Mono 32:

XMI +24Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]

sampling period [s]
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15874 | XMlIxx | All mono’s: XMI +1.25Volts reference [V] (for the “Set status” cmd ST only)

16386 | XMI01 | Mono 01:

XMI +1.25Volts reference [V]

16898 | XMI02 | Mono 02:

XMI +1.25Volts reference [V]

17410 | XMI03 | Mono 03:

XMI +1.25Volts reference [V]

17922 | XMI04 | Mono 04:

XMI +1.25Volts reference [V]

18434 | XMI05 | Mono 05:

XMI +1.25Volts reference [V]

18946 | XMI06 | Mono 06:

XMI +1.25Volts reference [V]

19458 | XMI107 | Mono 07:

XMI +1.25Volts reference [V]

19970 | XMIO8 | Mono 08:

XMI +1.25Volts reference [V]

20482 | XMI09 | Mono 09:

XMI +1.25Volts reference [V]

20994 | XMI10 | Mono 10:

XMI +1.25Volts reference [V]

21506 | XMI11 | Mono 11:

XMI +1.25Volts reference [V]

22018 | XMI12 | Mono 12:

XMI +1.25Volts reference [V]

22530 | XMI13 | Mono 13:

XMI +1.25Volts reference [V]

23042 | XMI14 | Mono 14:

XMI +1.25Volts reference [V]

23554 | XMI15 | Mono 15:

XMI +1.25Volts reference [V]

24066 | XMI16 | Mono 16:

XMI +1.25Volts reference [V]

24578 | XMI17 | Mono 17:

XMI +1.25Volts reference [V]

25090 | XMI18 | Mono 18:

XMI +1.25Volts reference [V]

25602 | XMI19 | Mono 19:

XMI +1.25Volts reference [V]

26114 | XMI20 | Mono 20:

XMI +1.25Volts reference [V]

26626 | XMI21 | Mono 21:

XMI +1.25Volts reference [V]

27138 | XMI22 | Mono 22:

XMI +1.25Volts reference [V]

27650 | XMI23 | Mono 23:

XMI +1.25Volts reference [V]

28162 | XMI24 | Mono 24:

XMI +1.25Volts reference [V]

28674 | XMI25 | Mono 25:

XMI +1.25Volts reference [V]

29186 | XMI26 | Mono 26:

XMI +1.25Volts reference [V]

29698 | XMI27 | Mono 27:

XMI +1.25Volts reference [V]

30210 | XMI28 | Mono 28:

XMI +1.25Volts reference [V]

30722 | XMI29 | Mono 29:

XMI +1.25Volts reference [V]

31234 | XMI30 | Mono 30:

XMI +1.25Volts reference [V]

31746 | XMI31 | Mono 31:

XMI +1.25Volts reference [V]

32258 | XMI32 | Mono 32:

XMI +1.25Volts reference [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]
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15875 | XMlIxx | All mono’s: XMI +2.5Volts reference [V] (for the “Set status” command ST

16387 | XMI01 | Mono 01:

XMI +2.5Volts reference [V]

16899 | XMI02 | Mono 02:

XMI +2.5Volts reference [V]

17411 | XMI03 | Mono 03:

XMI +2.5Volts reference [V]

17923 | XMI04 | Mono 04:

XMI +2.5Volts reference [V]

18435 | XMI05 | Mono 05:

XMI +2.5Volts reference [V]

18947 | XMI106 | Mono 06:

XMI +2.5Volts reference [V]

19459 | XMI07 | Mono 07:

XMI +2.5Volts reference [V]

19971 | XMI08 | Mono 08:

XMI +2.5Volts reference [V]

20483 | XMI09 | Mono 09:

XMI +2.5Volts reference [V]

20995 | XMI10 | Mono 10:

XMI +2.5Volts reference [V]

21507 | XMI11 | Mono 11:

XMI +2.5Volts reference [V]

22019 | XMI12 | Mono 12:

XMI +2.5Volts reference [V]

22531 | XMI13 | Mono 13:

XMI +2.5Volts reference [V]

23043 | XMI14 | Mono 14:

XMI +2.5Volts reference [V]

23555 | XMI15 | Mono 15:

XMI +2.5Volts reference [V]

24067 | XMI16 | Mono 16:

XMI +2.5Volts reference [V]

24579 | XMI17 | Mono 17:

XMI +2.5Volts reference [V]

25091 | XMI18 | Mono 18:

XMI +2.5Volts reference [V]

25603 | XMI19 | Mono 19:

XMI +2.5Volts reference [V]

26115 | XMI20 | Mono 20:

XMI +2.5Volts reference [V]

26627 | XMI21 | Mono 21:

XMI +2.5Volts reference [V]

27139 | XMI22 | Mono 22:

XMI +2.5Volts reference [V]

27651 | XMI23 | Mono 23:

XMI +2.5Volts reference [V]

28163 | XMI24 | Mono 24:

XMI +2.5Volts reference [V]

28675 | XMI25 | Mono 25:

XMI +2.5Volts reference [V]

29187 | XMI26 | Mono 26:

XMI +2.5Volts reference [V]

29699 | XMI27 | Mono 27:

XMI +2.5Volts reference [V]

30211 | XMI28 | Mono 28:

XMI +2.5Volts reference [V]

30723 | XMI29 | Mono 29:

XMI +2.5Volts reference [V]

31235 | XMI30 | Mono 30:

XMI +2.5Volts reference [V]

31747 | XMI31 | Mono 31:

XMI +2.5Volts reference [V]

32259 | XMI32 | Mono 32:

XMI +2.5Volts reference [V]

Parameters:
minimum voltage [V]
maximum voltage [V]

sampling period [s]
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15876 | XMlIxx | All mono’s: XMI -5Volts [V] (for the “Set status” command ST only)

16388 | XMI01 | Mono 01:

XMI -5Volts [V]

16900 | XMI02 | Mono 02:

XMI -5Volts [V]

17412 | XMI03 | Mono 03:

XMI -5Volts [V]

17924 | XMI04 | Mono 04:

XMI -5Volts [V]

18436 | XMI05 | Mono 05:

XMI -5Volts [V]

18948 | XMI106 | Mono 06:

XMI -5Volts [V]

19460 | XMI07 | Mono 07:

XMI -5Volts [V]

19972 | XMI08 | Mono 08:

XMI -5Volts [V]

20484 | XMI09 | Mono 09:

XMI -5Volts [V]

20996 | XMI10 | Mono 10:

XMI -5Volts [V]

21508 | XMI11 | Mono 11:

XMI -5Volts [V]

22020 | XMI12 | Mono 12:

XMI -5Volts [V]

22532 | XMI13 | Mono 13:

XMI -5Volts [V]

23044 | XMI14 | Mono 14:

XMI -5Volts [V]

23556 | XMI15 | Mono 15:

XMI -5Volts [V]

24068 | XMI16 | Mono 16:

XMI -5Volts [V]

24580 (| XMI17 | Mono 17:

XMI -5Volts [V]

25092 [ XMI18 | Mono 18:

XMI -5Volts [V]

25604 | XMI19 | Mono 19:

XMI -5Volts [V]

26116 | XMI20 | Mono 20:

XMI -5Volts [V]

26628 | XMI21 | Mono 21:

XMI -5Volts [V]

27140 | XMI22 | Mono 22:

XMI -5Volts [V]

27652 | XMI23 | Mono 23:

XMI -5Volts [V]

28164 | XMI24 | Mono 24:

XMI -5Volts [V]

28676 | XMI25 | Mono 25:

XMI -5Volts [V]

29188 | XMI26 | Mono 26:

XMI -5Volts [V]

29700 | XMI27 | Mono 27:

XMI -5Volts [V]

30212 | XMI28 | Mono 28:

XMI -5Volts [V]

30724 | XMI29 | Mono 29:

XMI -5Volts [V]

31236 | XMI30 | Mono 30:

XMI -5Volts [V]

31748 | XMI31 | Mono 31:

XMI -5Volts [V]

32260 | XMI32 | Mono 32:

XMI -5Volts [V]

Parameters:
minimum voltage [V]
maximum voltage [V]
sampling period [s]
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15877

XMiIxx

All mono’s: detector high-voltage [V]

16389

XMI01

Mono 01:

detector high-voltage [V]

16901

XMI102

Mono 02:

detector high-voltage [V]

17413

XMI03

Mono 03:

detector high-voltage [V]

17925

XMI04

Mono 04:

detector high-voltage [V]

18437

XMI05

Mono 05:

detector high-voltage [V]

18949

XMI06

Mono 06:

detector high-voltage [V]

19461

XMI07

Mono 07:

detector high-voltage [V]

19973

XMI08

Mono 08:

detector high-voltage [V]

20485

XMI09

Mono 09:

detector high-voltage [V]

20997

XMI10

Mono 10:

detector high-voltage [V]

21509

XMI11

Mono 11:

detector high-voltage [V]

22021

XMI12

Mono 12:

detector high-voltage [V]

22533

XMI13

Mono 13:

detector high-voltage [V]

23045

XMI14

Mono 14:

detector high-voltage [V]

23557

XMI15

Mono 15:

detector high-voltage [V]

24069

XMI16

Mono 16:

detector high-voltage [V]

24581

XMI17

Mono 17:

detector high-voltage [V]

25093

XMI18

Mono 18:

detector high-voltage [V]

25605

XMI19

Mono 19:

detector high-voltage [V]

26117

XMI20

Mono 20:

detector high-voltage [V]

26629

XMI21

Mono 21:

detector high-voltage [V]

27141

XMI22

Mono 22:

detector high-voltage [V]

27653

XM1I23

Mono 23:

detector high-voltage [V]

28165

XMI24

Mono 24:

detector high-voltage [V]

28677

XMI25

Mono 25:

detector high-voltage [V]

29189

XMI26

Mono 26:

detector high-voltage [V]

29701

XMI127

Mono 27:

detector high-voltage [V]

30213

XMI28

Mono 28:

detector high-voltage [V]

30725

XMI29

Mono 29:

detector high-voltage [V]

31237

XMI30

Mono 30:

detector high-voltage [V]

31749

XMI31

Mono 31:

detector high-voltage [V]

32261

XMI32

Mono 32:

detector high-voltage [V]

Parameters:
minimum absolute voltage [V]
maximum absolute voltage [V]
sampling period [s]

minimum relative voltage [V]
maximum relative voltage [V]
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15878 | XMlIxx | All mono’s: crystal temperature [°C] (for the “Set status” command ST only)

16390 | XMI01 | Mono 01:

crystal temperature [°C]

16902 | XMI02 | Mono 02:

crystal temperature [°C]

17414 | XMI103 | Mono 03:

crystal temperature [°C]

17926 | XMI04 | Mono 04:

crystal temperature [°C]

18438 | XMI05 | Mono 05:

crystal temperature [°C]

18950 | XMI06 | Mono 06:

crystal temperature [°C]

19462 | XMI07 | Mono 07:

crystal temperature [°C]

19974 | XMI08 | Mono 08:

crystal temperature [°C]

20486 | XMI09 | Mono 09:

crystal temperature [°C]

20998 | XMI10 | Mono 10:

crystal temperature [°C]

21510 | XMI11 | Mono 11:

crystal temperature [°C]

22022 | XMI12 | Mono 12:

crystal temperature [°C]

22534 | XMI13 | Mono 13:

crystal temperature [°C]

23046 | XMI14 | Mono 14:

crystal temperature [°C]

23558 | XMI15 | Mono 15:

crystal temperature [°C]

24070 | XMI16 | Mono 16:

crystal temperature [°C]

24582 | XMI17 | Mono 17:

crystal temperature [°C]

25094 | XMI18 | Mono 18:

crystal temperature [°C]

25606 | XMI19 | Mono 19:

crystal temperature [°C]

26118 | XMI20 | Mono 20:

crystal temperature [°C]

26630 | XMI21 | Mono 21:

crystal temperature [°C]

27142 | XMI22 | Mono 22:

crystal temperature [°C]

27654 | XMI23 | Mono 23:

crystal temperature [°C]

28166 | XMI24 | Mono 24:

crystal temperature [°C]

28678 | XMI25 | Mono 25:

crystal temperature [°C]

29190 | XMI26 | Mono 26:

crystal temperature [°C]

29702 | XMI27 | Mono 27:

crystal temperature [°C]

30214 | XMI28 | Mono 28:

crystal temperature [°C]

30726 | XMI29 | Mono 29:

crystal temperature [°C]

31238 | XMI30 | Mono 30:

crystal temperature [°C]

31750 | XMI31 | Mono 31:

crystal temperature [°C]

32262 | XMI32 | Mono 32:

crystal temperature [°C]

Parameters:

minimum temperature [°C]
maximum temperature [°C]
sampling period [s]
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15879 | XMlIxx | All mono’s: board temperature [°C] (for the “Set status” command ST only)

16391 | XMI01 | Mono 01:

board temperature [°C]

16903 | XMI02 | Mono 02:

board temperature [°C]

17415 | XMI03 | Mono 03:

board temperature [°C]

17927 | XMI04 | Mono 04:

board temperature [°C]

18439 | XMI05 | Mono 05:

board temperature [°C]

18951 | XMI106 | Mono 06:

board temperature [°C]

19463 | XMI07 | Mono 07:

board temperature [°C]

19975 | XMI0O8 | Mono 08:

board temperature [°C]

20487 | XMI09 | Mono 09:

board temperature [°C]

20999 | XMI10 | Mono 10:

board temperature [°C]

21511 | XMI11 | Mono 11:

board temperature [°C]

22023 | XMI12 | Mono 12:

board temperature [°C]

22535 [ XMI13 | Mono 13:

board temperature [°C]

23047 | XMI14 | Mono 14:

board temperature [°C]

23559 | XMI15 | Mono 15:

board temperature [°C]

24071 | XMI16 | Mono 16:

board temperature [°C]

24583 | XMI17 | Mono 17:

board temperature [°C]

25095 | XMI18 | Mono 18:

board temperature [°C]

25607 | XMI19 | Mono 19:

board temperature [°C]

26119 | XMI20 | Mono 20:

board temperature [°C]

26631 | XMI21 | Mono 21:

board temperature [°C]

27143 | XMI22 | Mono 22:

board temperature [°C]

27655 | XMI23 | Mono 23:

board temperature [°C]

28167 | XMI24 | Mono 24:

board temperature [°C]

28679 | XMI25 | Mono 25:

board temperature [°C]

29191 | XMI26 | Mono 26:

board temperature [°C]

29703 | XMI27 | Mono 27:

board temperature [°C]

30215 | XMI28 | Mono 28:

board temperature [°C]

30727 | XMI29 | Mono 29:

board temperature [°C]

31239 | XMI30 | Mono 30:

board temperature [°C]

31751 | XMI31 | Mono 31:

board temperature [°C]

32263 | XMI32 | Mono 32:

board temperature [°C]

Parameters:
minimum temperature [°C]
maximum temperature [°C]

sampling period [s]
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15880

XMIxx

All mono’s: AGC gain [] (for the “Set status” command ST only)

16392

XMIo01

Mono 01: AGC gain []

16904

XMI02

Mono 02: AGC gain []

17416

XMI03

Mono 03: AGC gain []

17928

XMI04

Mono 04: AGC gain []

18440

XMI05

Mono 05: AGC gain []

18952

XMI06

Mono 06: AGC gain []

19464

XMI07

Mono 07: AGC gain []

19976

XMI08

Mono 08: AGC gain []

20488

XMI09

Mono 09: AGC gain []

21000

XMI10

Mono 10: AGC gain []

21512

XMI11

Mono 11: AGC gain []

22024

XMI12

Mono 12: AGC gain []

22536

XMI13

Mono 13: AGC gain []

23048

XMI14

Mono 14: AGC gain []

23560

XMI15

Mono 15: AGC gain []

24072

XMI16

Mono 16: AGC gain []

24584

XMI17

Mono 17: AGC gain []

25096

XMI18

Mono 18: AGC gain []

25608

XMI19

Mono 19: AGC gain []

26120

XMI20

Mono 20: AGC gain []

26632

XMI21

Mono 21: AGC gain []

27144

XMI22

Mono 22: AGC gain []

27656

XMI23

Mono 23: AGC gain []

28168

XMI24

Mono 24: AGC gain []

28680

XMI25

Mono 25: AGC gain []

29192

XMI26

Mono 26: AGC gain []

29704

XMI127

Mono 27: AGC gain []

30216

XMI28

Mono 28: AGC gain []

30728

XMI29

Mono 29: AGC gain []

31240

XMI30

Mono 30: AGC gain []

31752

XMI31

Mono 31: AGC gain []

32264

XMI32

Mono 32: AGC gain []

Parameters:
minimum AGC gain []
maximum AGC gain []
sampling period [s]
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Firmware Status Appendix C

C FIRMWARE STATUS

“Firmware status” are used to retrieve from the ICS or define to the ICS, different calibration values,
teaching parameters and other data. Each node of the ICS is allocated a range of “Firmware status” numbers.

The following list shows the allocated firmware status numbers allocated to the different nodes of the ICS.

Node Firmware status range Node Firmware status range
XQI 1 - 511 all XMI's* 15872 - 16383
XSM 512 - 1023 XMIO1 16384 - 16895
XGT98 1024 - 1535 XMI02 16896 - 17407
XCM 1536 - 2047 XMIO03 17408 - 17919
XPS 2048 - 2559 XMI04 17920 - 18431
XHI 2560 - 3071 XMIO05 18432 - 18943
XST 3072 - 3583 XMI06 18944 - 19455
XSP 3584 - 4095 XMIO7 19456 - 19967
XMIO08 19968 - 20479

XGIl1 8192 - 8703 XMIO09 20480 - 20991
XGDI1 8704 - 9215 XMI10 20992 - 21503
XDIl1 9216 - 9727 XMI11 21504 - 22015
XGI2 10240 - 10751 XMI12 22016 - 22527
XGDI2 10752 - 11263 XMI13 22528 - 23039
XDI2 11264 - 11775 XMI14 23040 - 23551
XGI3 12288 - 12799 XMI15 23552 - 24063
XGDI3 12800 - 13311 XMI16 24064 - 24575
XDI3 13312 - 13823 XMI17 24576 - 25087
XDD1 14336 - 14463 XMI18 25088 - 25599
XDDD1 14464 - 14591 XMI19 25600 - 26111
XDI4 14592 - 14619 XMI20 26112 - 26623
XDD2 14848 - 14975 XMI21 26624 - 27135
XDDD2 14976 - 15103 XMI22 27136 - 27647
XDI5 15104 - 15231 XMI23 27648 - 28159
XMI24 28160 - 28671

XMI25 28672 - 29183

XMI26 29184 - 29695

XMI27 29696 - 30207

XMI28 30208 - 30719

XMI29 30720 - 31231

XMI30 31232 - 31743

XMI31 31744 - 32255

XMI32 32256 - 32767
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Firmware Status

The following table describes all the valid firmware status defined in the ICS. This list may change
according to the evolution of the different firmware of each node.

Status Node Firmware status name
number
1 XQI PC vacuum gauge calibration
Read only : NO Sent after initialisation : NO
Parameters: Type:
Multiplicative coefficient FLOAT
Delta T coefficient FLOAT

2

XQI

| SP vacuum gauge calibration

Read only : NO

Sent after initialisation : NO

Parameters: Type:
Multiplicative coefficient FLOAT
Delta T coefficient FLOAT

3

XQI

| Basic firmwares versions

Read only : YES

Sent after initialisation : NO

Parameters: Type:

XQI STRING
XSM STRING
XGT98 STRING
XCM STRING
XPS STRING
XHI STRING
XST STRING
XSP STRING
XMIO (contained in XQI) STRING

4 | XQI | Goniometers firmwares versions

Read only : YES

Sent after initialisation : NO

Parameters: Type:

XGI1 STRING
XGDhIl STRING
XDI1 STRING
XGI2 STRING
XGDI2 STRING
XDI2 STRING
XGI3 STRING
XGDI3 STRING
XDI3 STRING
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5 | XQI | XRD-systems firmwares versions
Read only : YES Sent after initialisation : NO
Parameters: Type:
XDD1 STRING
XDDD1 STRING
XDI4 STRING
XDD2 STRING
XDDD2 STRING
XDIS5 STRING
6 | XQI | Monochromators 1 to 16 firmwares versions
Read only : YES Sent after initialisation : NO
Parameters: Type:
XMIRO1 STRING
XMIR02 STRING
XMIRO3 STRING
XMIR04 STRING
XMIRO05 STRING
XMIRO0O6 STRING
XMIRO7 STRING
XMIRO8 STRING
XMIR09 STRING
XMIR10 STRING
XMIRI11 STRING
XMIR12 STRING
XMIRI13 STRING
XMIR14 STRING
XMIRI15 STRING
XMIR16 STRING
7 | XQI | Monochromators 17 to 32 firmwares versions
Read only : YES Sent after initialisation : NO
Parameters: Type:
XMIR17 STRING
XMIR18 STRING
XMIR19 STRING
XMIR20 STRING
XMIR21 STRING
XMIR22 STRING
XMIR23 STRING
XMIR24 STRING
XMIR25 STRING
XMIR26 STRING
XMIR27 STRING
XMIR28 STRING
XMIR29 STRING
XMIR30 STRING
XMIR31 STRING
XMIR32 STRING
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8 | XxoI

| General instrument activity

Read only : NO

Parameters:

X-ray tube ON time [h]

X-ray tube sparks []

Molecular pump ON time [h]
Primary pump ON time [h]
Samples loaded under vacuum []

Sent after initialisation : NO

Type:
FLOAT
WORD
FLOAT
FLOAT
LONG

9 | XQI |Instrument displays

Read only : YES

Parameters:

Cluster 1 (XQI/XSM)
Cluster 2 (XSN)

Cluster 3 (Goniometer 1)
Cluster 4 (Goniometer 2)
Cluster 5 (Goniometer 3)
Cluster 6 (XRD-system 1)
Cluster 7 (XRD-system 2)

Sent after initialisation : NO

Type:

STRING
STRING
STRING
STRING
STRING
STRING
STRING

10 | XQI | XQI option switches 1

Read only : NO

Sent after initialisation : YES

Parameters: Type:
Return global alarms (0 to 255) WORD
Return diagnostic alarms WORD
Return information alarms WORD
Stop sample rotation as loaded WORD
Maximise monochromator counting time WORD
Not used WORD
Not used WORD
Ignore “NS - PA” commands WORD
11 | XQI | XQI option switches 2
Read only : NO Sent after initialisation : YES
Parameters: Type:
Not used WORD
Allow unexpected cassette WORD
Not used WORD
Keep ACS analysis order WORD
Not used WORD
Not used WORD
Not used WORD
Not used WORD
12 | XQI | Sample rotation period

Read only : NO

Parameters:
Desired value (max 50) [s/turn]

Sent after initialisation : YES

Type:
WORD
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13 | XQI | HV- vacuum analysis mode
Read only : NO Sent after initialisation : NO
Parameters: Type:
State (ASASH = defined) STRING
Mode bit pattern WORD
Bit0:  Wait for good pressure before start
Bit I:  Switch OFF mono HV before chamber venting
Bit2:  Wait for mono HV interlock to be closed
Bit 3-15: Reserved
Mono’s max working pressure [Pa]
Max wait time for mono’s working pressure [s]
14 | XQI | Mono recoverable fatal alarm occurrences
Read only : YES Sent after initialisation : NO
Parameters: Type:
Report 1 (alarm, date and time) STRING
Report 2 (alarm, date and time) STRING
Report 20 (alarm, date and time) STRING
15 | XQI | Global monochromators analysis mode
Read only : NO Sent after initialisation : NO
Parameters: Type:
State (ASASH = defined) STRING
Convert mono filter fatal error into warning WORD
Reserved 2 WORD
Reserved 16 WORD
17 | XQI | Regulated temperatures for ARL 9800 OASIS
Read only : NO Sent after initialisation : NO
Parameters: Type:
State (ASASH = defined) STRING
Spectrometer tank temperature ["C] FLOAT
X-ray tube coolant temperature [’C] FLOAT
Mono’s crystals temperature [°C] FLOAT
Goniometers crystals temperature [°C] FLOAT
XRD-systems crystals temperature [°C] FLOAT
18 | XQI | Regulated temperatures for ARL 9800
Read only : NO Sent after initialisation : NO
Parameters: Type:
State (ASASH = defined) STRING
Spectrometer tank temperature ["C] FLOAT
X-ray tube coolant temperature [°C] FLOAT
Mono’s crystals temperature [°C] FLOAT
Goniometers crystals temperature [°C] FLOAT
XRD-systems crystals temperature [°C] FLOAT
AA83414 User Manual ARL 9800 C-5
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21 XQI Automatic PBC selection scan on XRD-system 1
22 XQI Automatic PBC selection scan on XRD-system 2
Read only : NO Sent after initialisation : NO
Parameters: Type:
Automatic PBC selection INTEGER
(0: disable, <>0: enable)
Low 20 boundary for PBC1 [‘] FLOAT
High 20 boundary for PBC1 [*] FLOAT
Low 20 boundary for PBC2 [‘] FLOAT
High 20 boundary for PBC2 [*] FLOAT
Low 20 boundary for PBC3 [‘] FLOAT
High 20 boundary for PBC3 [*] FLOAT
Low 20 boundary for PBC4 [°] FLOAT
High 20 boundary for PBC4 [°] FLOAT
Transition 20 range for PBC1 [*] FLOAT
Transition coefficient for PBC1 [] FLOAT
Transition 20 range for PBC2 [*] FLOAT
Transition coefficient for PBC2 [] FLOAT
Transition 20 range for PBC3 [*] FLOAT
Transition coefficient for PBC3 [] FLOAT
Transition 20 range for PBC4 [*] FLOAT
Transition coefficient for PBC4 [] FLOAT
23 | XQI [ XGN network baudrate selection
Read only : NO Sent after initialisation : YES
Parameters: Type:
Desired XGN baudrate (default 9600) [baud] WORD
511 | XQI | Terminal mode command
Read only : NO Sent after initialisation : NO
Parameters: Type:
Command string STRING
2048 | XPS | kV/mA measurement calibration
Read only : NO Sent after initialisation : NO
Parameters: Type:
kV reading offset FLOAT
kV reading slope FLOAT
mA reading offset FLOAT
mA reading slope FLOAT
2049 | XPSLP | Low power temperature offset
Read only : NO Sent after initialisation : NO

XPS power stage temperature offset [°]

Parameters: Type:
State (ASASH = defined) STRING
Laboratory temperature offset [°] FLOAT
X-ray power supply temperature offset [°] FLOAT
Secondary water input temperature offset [°] FLOAT

Secondary water output temperature offset [] FLOAT

FLOAT
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2560 XHI XHI load position teaching
2561 XHI XHI tray 0 teaching
2562 XHI XHI tray 100 teaching
2563 XHI | XHI belt 1 teaching
2564 XHI XHI belt 2 teaching
2565 XHI XHI waiting position 1 teaching
2566 XHI XHI waiting position 2 teaching
2567 XHI | XHI basket 1 teaching
2568 XHI | XHI basket 2 teaching
2569 XHI XHI basket 3 teaching
Read only : NO Sent after initialisation : NO
Parameters: Type:
State (ASASH = defined) STRING
Offset X LONG
Offset Y LONG
Offset Z LONG
Slope X LONG
Slope Y LONG
Arm slope Y LONG
2570 XHI XHI X-axis parameters
2571 XHI XHI Y-axis parameters
2572 XHI XHI Z1-axis parameters
2573 XHI XHI Z2-axis parameters
Read only : NO Sent after initialisation : NO
Parameters: Type:
State (ASASH = defined) STRING
Max static error LONG
Kp LONG
Kd LONG
Ki INTEGER
Cruise speed WORD
Acceleration WORD
Max zero error LONG
Zero speed WORD
Max range LONG
2574 XHI | XHI sucker position teaching
Read only : NO Sent after initialisation : NO
Parameters: Type:
State (ASASH = defined) STRING
Offset X LONG
Offset Y LONG
Offset Z LONG
Slope X LONG
Slope Y LONG
Arm slope Y LONG
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3072 XHI Shutter axis parameters
3073 XHI | Transfer axis parameters
3074 XHI Load lift axis parameters
3075 XHI | Analysis axis parameters
3076 XHI Sample rotation axis parameters

Read only : NO

Sent after initialisation : NO

Parameters: Type:
State (ASASH = defined) STRING
Max static error LONG
Kp LONG
Kd LONG
Ki INTEGER
Cruise speed WORD
Acceleration WORD
Max zero error LONG
Zero speed WORD
Max range LONG
3077 XHI | Load lift teaching

Read only : NO

Parameters:

State (ASASH = defined)

Loading position height [step]
Sample height detector position [step]

Sent after initialisation : NO

Type:
STRING
LONG
LONG

3078 | XHI | Analysis lift teaching

Read only : NO

Parameters:
State (ASASH = defined)
Analysis position height [step]

Sent after initialisation : NO

Type:
STRING
LONG

3079 XHI | Transfer teaching

Read only : NO

Parameters:

State (ASASH = defined)

Loading side bumper position [step]
Analysis side bumper position [step]

Sent after initialisation : NO

Type:
STRING
LONG
LONG
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16384 | XMIO01 | High-voltage measurement calibration on mono01
16896 | XMI02 | High-voltage measurement calibration on mono02
17408 | XMI03 | High-voltage measurement calibration on mono03
17920 | XMI04 | High-voltage measurement calibration on mono(04
18432 | XMIO5 | High-voltage measurement calibration on mono05
18944 | XMI06 | High-voltage measurement calibration on mono06
19456 | XMI07 | High-voltage measurement calibration on mono07
19968 | XMIO8 | High-voltage measurement calibration on mono08
20480 | XMI09 | High-voltage measurement calibration on mono(09
20992 | XMI10 | High-voltage measurement calibration on mono10
21504 | XMI11 | High-voltage measurement calibration on monoll
22016 | XMI12 | High-voltage measurement calibration on monol2
22528 | XMI13 | High-voltage measurement calibration on mono13
23040 | XMI14 | High-voltage measurement calibration on mono14
23552 | XMI15 | High-voltage measurement calibration on monol5
24064 | XMI16 | High-voltage measurement calibration on monol6
24576 | XMI17 | High-voltage measurement calibration on monol7
25088 | XMI18 | High-voltage measurement calibration on mono18
25600 | XMI19 | High-voltage measurement calibration on mono19
26112 | XMI20 | High-voltage measurement calibration on mono20
26624 | XMI21 | High-voltage measurement calibration on mono21
27136 | XMI22 | High-voltage measurement calibration on mono22
27648 | XMI23 | High-voltage measurement calibration on mono23
28160 | XMI24 | High-voltage measurement calibration on mono24
28672 | XMI25 | High-voltage measurement calibration on mono25
29184 | XMI26 | High-voltage measurement calibration on mono26
29696 | XMI27 | High-voltage measurement calibration on mono27
30208 | XMI28 | High-voltage measurement calibration on mono28
30720 | XMI29 | High-voltage measurement calibration on mono29
31232 | XMI30 | High-voltage measurement calibration on mono30
31744 | XMI31 [ High-voltage measurement calibration on mono31
32256 | XMI32 [ High-voltage measurement calibration on mono32

Read only : NO Sent after initialisation : NO
Parameters: Type:
Offset FLOAT
Slope FLOAT
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16385 | XMIO01 | Crystal temperature calibration on mono01
16897 | XMI02 | Crystal temperature calibration on mono(2
17409 | XMI03 | Crystal temperature calibration on mono03
17921 | XMI04 | Crystal temperature calibration on mono(4
18433 | XMIO05 | Crystal temperature calibration on mono05
18945 | XMI06 | Crystal temperature calibration on mono06
19457 | XMIO07 | Crystal temperature calibration on mono07
19969 | XMIO08 | Crystal temperature calibration on mono08
20481 | XMI09 | Crystal temperature calibration on mono(09
20993 | XMI10 | Crystal temperature calibration on monol0
21505 | XMI11 | Crystal temperature calibration on monoll
22017 | XMI12 | Crystal temperature calibration on monol2
22529 | XMI13 | Crystal temperature calibration on monol3
23041 | XMI14 | Crystal temperature calibration on monol4
23553 | XMI15 | Crystal temperature calibration on monol5
24065 | XMI16 | Crystal temperature calibration on monol6
24577 | XMI17 | Crystal temperature calibration on mono17
25089 | XMI18 | Crystal temperature calibration on monol8
25601 | XMI19 | Crystal temperature calibration on monol9
26113 | XMI20 | Crystal temperature calibration on mono20
26625 | XMI21 | Crystal temperature calibration on mono21
27137 | XMI22 | Crystal temperature calibration on mono22
27649 | XMI23 | Crystal temperature calibration on mono23
28161 | XMI24 | Crystal temperature calibration on mono24
28673 | XMI25 | Crystal temperature calibration on mono25
29185 | XMI26 | Crystal temperature calibration on mono26
29697 | XMI27 | Crystal temperature calibration on mono27
30209 | XMI28 | Crystal temperature calibration on mono28
30721 | XMI29 | Crystal temperature calibration on mono29
31233 | XMI30 | Crystal temperature calibration on mono30
31745 | XMI31 [ Crystal temperature calibration on mono31
32257 | XMI32 | Crystal temperature calibration on mono32

Read only : NO Sent after initialisation : NO
Parameters: Type:
Regulation enabled WORD
Desired regulation temperature FLOAT
Offset FLOAT
Slope FLOAT
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16386 | XMIO01 | Board temperature calibration on mono01
16898 | XMI02 | Board temperature calibration on mono(2
17410 | XMIO03 | Board temperature calibration on mono03
17922 | XMI04 | Board temperature calibration on mono04
18434 | XMIO5 | Board temperature calibration on mono05
18946 | XMI06 | Board temperature calibration on mono06
19458 | XMI07 | Board temperature calibration on mono07
19970 | XMIO8 | Board temperature calibration on mono08
20482 | XMI09 | Board temperature calibration on mono(9
20994 | XMI10 | Board temperature calibration on mono10
21506 | XMI11 | Board temperature calibration on monol1l
22018 | XMI12 | Board temperature calibration on mono12
22530 | XMI13 | Board temperature calibration on mono13
23042 | XMI14 | Board temperature calibration on mono14
23554 | XMI15 | Board temperature calibration on monol5
24066 | XMI16 | Board temperature calibration on monol6
24578 | XMI17 | Board temperature calibration on mono17
25090 | XMI18 | Board temperature calibration on mono18
25602 | XMI19 | Board temperature calibration on mono19
26114 | XMI20 | Board temperature calibration on mono20
26626 | XMI21 | Board temperature calibration on mono21
27138 | XMI22 | Board temperature calibration on mono22
27650 | XMI23 | Board temperature calibration on mono23
28162 | XMI24 | Board temperature calibration on mono24
28674 | XMI25 | Board temperature calibration on mono25
29186 | XMI26 | Board temperature calibration on mono26
29698 | XMI27 | Board temperature calibration on mono27
30210 | XMI28 [ Board temperature calibration on mono28
30722 | XMI29 [ Board temperature calibration on mono29
31234 | XMI30 [ Board temperature calibration on mono30
31746 | XMI31 | Board temperature calibration on mono31
32258 | XMI32 | Board temperature calibration on mono32

Read only : NO Sent after initialisation : NO
Parameters: Type:
Offset FLOAT
Slope FLOAT
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16387 | XMI01 | XMI options on mono01
16899 | XMI02 | XMI options on mono(2
17411 | XMI03 | XMI options on mono(3
17923 | XMI04 | XMI options on mono(04
18435 | XMI05 | XMI options on mono05
18947 | XMI06 | XMI options on mono06
19459 | XMI07 | XMI options on mono(7
19971 | XMI08 | XMI options on mono(8§
20483 | XMI09 | XMI options on mono()9
20995 | XMI10 | XMI options on monol0
21507 | XMI11 | XMI options on monol1l
22019 | XMI12 | XMI options on monol2
22531 | XMI13 | XMI options on monol3
23043 | XMI14 | XMI options on monol4
23555 | XMI15 | XMI options on monol5
24067 | XMI16 | XMI options on monol6
24579 | XMI17 | XMI options on monol7
25091 | XMI18 | XMI options on monol8
25603 | XMI19 | XMI options on mono19
26115 | XMI20 | XMI options on mono20
26627 | XMI21 | XMI options on mono21
27139 | XMI22 | XMI options on mono22
27651 | XMI23 | XMI options on mono23
28163 | XMI24 | XMI options on mono24
28675 | XMI25 | XMI options on mono25
29187 | XMI26 | XMI options on mono26
29699 | XMI27 | XMI options on mono27
30211 | XMI28 | XMI options on mono28
30723 | XMI29 | XMI options on mono29
31235 | XMI30 | XMI options on mono30
31747 | XMI31 [ XMI options on mono31
32259 | XMI32 | XMI options on mono32
Read only : NO Sent after initialisation : NO
Parameters: Type:
Keep HV ON on DAC overflow WORD
Keep HV ON on value overflow WORD
Intensity filter type (if configured) WORD
0: primary slit
1: secondary slit
Intensity filter sensor (if configured) WORD
0: enabled
1: disabled
Reserved 5 WORD
Reserved 16 WORD
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D FREE LIME

FREE LIME CALIBRATION PROCEDURE

10.

11.

12.

It is preferable to do the free lime calibration (by XRD channel) at the customer site after successful
installation for various reasons: There are no commercial free lime standards available (because free
lime is not stable in air). The samples for free lime calibration have to be obtained from the chemist or
analyst responsible on site. The nominal values of free lime concentrations are obtained by wet
chemical method. All the cement plants have this facility and this work should be undertaken during
installation and subsequent calibration together with the plant chemist.

The plant or chief chemist responsible for the analytical laboratory should be contacted sufficiently in
advance (before installation) to collect free lime samples, as it may be difficult to collect clinker
samples with varying free lime concentrations during the week of installation . Normally the free lime is
not expected to vary during a short term if the kiln conditions are met. At least 5 clinker samples in
granular form (not finely ground powders) of about 100g each should be collected. The samples must
have sufficiently varying free lime concentrations, say between 0.5 - 5% in order to achieve a
representative calibration. If you do not manage to get such variations, you can try for a smaller range
say 0.5-3%. It depends on the kiln conditions.

Part of each clinker sample should be used by the chemist for his/her wet chemical analysis (titration
in ethylene glycol) and request for reasonably accurate analysis. Remember the problems of
reproducibility and subjective variations from one chemist to another.

Grind sample #1 (preferably the one with highest free lime concentration) for say 10s to start with. At
this stage, any grinding agents (like Herzog tablets or any other product for better grindability and
homogeneity) should be added depending on the customer’s usual procedures. If such binding agents
are usually used then try to use the same tablets or agents for grinding in a proportion say 159 sample +
2 tablets of 200mg.

Take about 5-7g of the ground sample to press a pellet at 20tons, 20s.

Take the pellet immediately to the instrument (TCA) and do a scan using XRD.SCP (Run scan as
usual). Locate the free lime (CaO) peak around 2.405A on a 2 Theta scale. The peak is usually around
130deg. Note the exact peak position for later use ( to feed into the analytical program for calibration
and analysis).

Go back to grinding machine and grind the remaining clinker powder for an additional 10s (making the
total grinding time as 20s so far).

Take 5-7g and press a pellet again at 20tons, 20s.

Do the same scan as in step 6 and compare with the previous scan after 10s grinding time. Notice if
there is any increase in the peak intensity, background, line width etc. If the overall peak intensity has
improved, then there is a good reason to continue further grinding.

Go back to the grinding machine, grind for additional 20s (total of 40s so far), take part of the sample,
press it and do a scan. If the peak intensity now starts dropping and the peak broadens (line width
increases), then stop here and use the optimum grinding time found for all the other samples.

Grind all the other clinker granules to the same particle size (same optimum grinding time found
above), press them under the same conditions and you are now ready for calibration.

Although the above conditions for grinding and pelletization have been recommended for free lime as a
separate measurement, it is important to take into account the grinding effects on the corresponding
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13.

14.

15.

XREF results as well. In general, one checks for the CaKa, SiKa, AlKa intensities measured by XRF at
the same time in addition to the intensity of free CaO peak measured by XRD. It is necessary, in many
cases, to grind longer than 40s (up to 3 minutes sometimes) to get reproducible and reliable results in
XRF due to high amounts of silica. Free lime peak is slightly effected when the grinding time exceeds
more than 2-3 minutes but nothing serious happens. Its intensity can be still used for calibration.

In conclusion, the grinding conditions for clinker analysis which includes free lime in addition to the
usual XRF analysis must be optimised as a function of standard grinding time used for XRF.

Calibration of free lime is done exactly the same way as you would normally do for an XRF channel i.e.
go to the preparation menu, create an analytical program, add CaO line from XRD line library and any
other lines from XRF library if necessary. Introduce the correct 2 Theta angle noted above for the CaO
(XRD) in the analytical program (Elements section). The X-ray tube conditions are the same as you
would use the XRF part (say 30kV/80mA). Do not forget to put PBC as 1 for all the XRD lines. Use
100s counting time for free lime. While you are in the program screen with all the elements to be
measured, notice that the XRD lines can be measured in three different modes:

Peak Peak Search Peak Integration

Peak ----- Measures the peak intensity (no background subtraction, no corrections if any peak shifts
occur). In most cases, direct peak intensity measured this way is good enough for calibrations.

Peak Search---- It might happen in a few cases that the free lime peak position is slightly different from
sample to sample. Normally the free lime peak does not shift as long as the samples come from the same
kiln and clinkerisation conditions. However, there are cases where samples from different kilns are
measured without specific identification. The matrix effects may be slightly different from sample to
sample causing small peak shifts. In this case, you can activate the Peak Search instead of Peak and the
system will first locate the peak maximum automatically and then count on the peak.

Peak Integration------ Some of the customers who are used to a conventional XRD instrument may ask
you if we could integrate over the peak rather than measure on the peak. Peak integration is very useful
and necessary if the backgrounds, peak shapes and peak positions keep changing all the time and one
does not want to correct the analytical program for every sample. This function is available in a
conventional XRD software and we have included it in our soft also in case the need arises. However,
we have not seen any real need for this function at least in the case of free lime.

To conclude, both Peak Search and Peak Integration functions are to be used only when there is a
need (uncontrollable peak shifts, background fluctuations and different kiln conditions and products)
and Peak intensity measurement is sufficient in most cases.

For calibration purposes, introduce all the samples and their free lime concentrations as you would
normally do for an XRF calibration. Create the task and do the calibration.

The calibration results (particularly the standard error of estimate) show how the wet chemical values
correlate with the XRD intensities. If you find couple of samples out of the acceptable error margins,
then either the wet chemical analysis is wrong (or has a bigger error) or the sample preparation has not
produced a homogeneous representative sample. The wet chemical analysis should be repeated for
verification, or another clinker sample should be used to substitute or the sample preparation should be
repeated. Usually, a standard error of estimate (SEE) of less than 0.2% is easily achieved.
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FREE LIME RECALIBRATION

Please find below the preparation and analytical method to be used for the drift correction/re-calibration
procedure for the free lime XRD channel in Total Cement Analyser. This special procedure has to be
adopted for the recalibration of free lime channel because free lime is not stable and we can not keep a
clinker sample with free lime long enough to be used as an SUS sample. Instead, NiO is used to simulate the
free lime peak in the proximity and since NiO is a stable phase, the following procedure assures a reliable
method.

A. High point

Mix 20 g of raw meal with 2 g of green NiO along with 5 Herzog grinding pills
(Green NiO is a product of Alpha/Johnson Matthey #89773)

Grind the mixture for 10s in a Herzog grinding machine

Press the powder into a pellet at 40 tons, 60 s

B. Low point

- The same as above without NiO

C. Analytical Program
So you now have 2 Theta real for NiO and 2 Theta real for CaO.

- Introduce 2 Theta real for CaO in the analytical program used for the calibration and analysis of
free lime in clinkers.
- Modify the 2 Theta real of CaO in the XRD line library by introducing the 2 Theta real of NiO.

Thus when recalibration of free lime has to be done, the high point and low point samples described
above are measured at the NiO 2 Theta real and used for the drift correction. On the other hand, when
the analysis of free lime has to be done ( in the production control), the CaO 2 Theta real entered in the
analytical program is used.
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