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GENERAL DESCRIPION OF DOCTORAL THESIS

TOPICALITY

Nanotechnology has progressed rapidly as a science in last few years and has been adopted
by many industries: medicine, mechanical industry, aviation and other significant industries.
Very common and in demand are optically transparent covers that are used in construction.
Modern electronic circuits utilize thin transparent conductive layers of nanomaterials. Thanks
to their unique properties, these materials are most frequently used in touch sensitive screen
manufacturing. Each nanolayer has its own design characteristics, for example the goal of the
design of optically transparent nanolayers is layer thickness and transparency factor.

In case of optically transparent materials nanolayer integration with other materials is
carried through magnetic strain in vacuum chamber on a sheet type or roll type materials such
as fabric, metal foil and film. Properties of such nanomaterial are determined by technological
values that are used in this process, such as pressure and environment in vacuum chamber.
During the beginning of technological process, and precisely in straining process, it is extremely
important to use a reliable vacuum gauge that measures pressure inside the vacuum chamber.
Pressure changes vibration, and pollution negatively affects the produced nanolayer properties
and visual look. Precision and replicability of vacuum gauge during production in such way can
decrease, thus making stable production significantly harder. In case of imprecise pressure
measurement, sensor must be carefully taken to the nearest accredited test laboratory for
calibration according to the required standards and regulations. There is no documented
timeframe for calibrated vacuum gauge to sustain its precision, it is dependent on environment
that is being used and other factors. It means that there is a period of time during when vacuum
gauge results are starting to drift away, thus the absolute value of measured pressure error is
increasing and affecting the technological process. This can be a serious problem if no
calibration and recalibration policy has been established. Without regular checking of vacuum
gauge and thorough inspection of the acquired data, the specific measurement device cannot be
trusted, and it is not possible to strain nanolayer with required properties.

RESEARCH PROBLEM

Vacuum gauge operations are being researched in this doctoral thesis. Error of pressure
measurements and the resulting negative implications on visual status and overall properties of
the nanolayer is the most significant problem in vacuum chamber magnetic strain technology.
To achieve better research results and to shorten the time period needed for vacuum gauge
testing, a new vacuum gauge testing device has been engineered and produced, which supports
2 X 107° Torr pressure range in approximate period of 20 minutes. Multi-functional tests had
been done using laboratory vacuum device UV80 and a newly produced experimental device



in order to research the precision of devices, result replicability, and to check ionization vacuum
gauge correction function and gas delivery system elements. Based on vacuum gauge research
results, a new vacuum gauge test methodology was developed for nanocover deposition process
that allows to test vacuum gauges with different methods, as well as other vacuum gauge parts
that affect technological process. Such methods are: design and implementation and
maintenance of measurement result data base; development of vacuum pressure measurement
behavioural model; implementation of the desired correction factor in case of vacuum gauge
permanent error, thus sustaining technological process and lowering the device downtime in
order to meet technological demands for nanolayer.

AIM AND OBJECTIVES OF THE RESEARCH

The aim of the doctoral thesis is to research and develop vacuum gauge testing

methodology.

The following objectives had been defined to reach the aim.

1) To analyze principal operations, construction, advantages and disadvantages of different
vacuum gauges and their usage depending on their pressure range, environment and
nanolayer deposition process.

2) To engineer and produce experimental vacuum gauge test device that ensures pressure range
limits of 2 X 107® Torr.

3) To research ionization and diaphragm vacuum gauge operation using multifunctional
experimental methods, thus obtaining the data about vacuum gauge operation and pressure
measurement €rror.

4) To perform a SiO2 nanolayer deposition process and research dependency of pressure on
nanolayer visual condition and properties.

5) To develop fuzzy logic models for the prediction of thickness and transparency of a SiO2
nanolayer in flow/drain conditions.

RESEARCH METHODS AND TOOLS

The doctoral thesis presents the research that has been done using a newly produced
experimental testing device as well as the device UV80. The following devices were used
during the research: ionization vacuum gauge HPG 400 and BPG 402, and diaphragm vacuum
gauge CDG 025D.

Experimental results were presented using Microsoft Excel and Microsoft Word software.
Sucking mathematical simulation of the produced vacuum gauge testing equipment was done
using OCTAVE software.

For testing purposes of silicon dioxide (SiO2) nanolayer properties the following devices
were used: for nanolayer thickness — spectroscopic reflectometer FILMETRICS F20-UV
("Sidrabe", Inc.), for transparency factor — MC 122 spectrophotometer ("Sidrabe", Inc.).



Based on experimental research and the obtained results, a fuzzy logic model was developed
for nanolayer thickness and transparency factor. For these fuzzy logic models and for the
presentation of their results a specific software (FuzzyTECH) was used.

Using laboratory vacuum device UV80, a research on pressure oscillation effect on silicon
dioxide nanolayer was conducted focused on thickness and transparency. The technological
process of nanolayer deposition was done at different pressures, and the results were used to
develop nanolayer sample reflection models.

SCIENTIFIC INNOVATION

1) For the first time a fuzzy logic was used in SiO2 nanolayer thickness and transparency
factor prediction by imitating drain condition during the technological process.

2) New experimental vacuum gauge testing device has been produced that allows to
conduct multifunctional research based on which a new test methodology was
developed.

3) Full pressure measurement is allowing to evaluate parameters of technological process.

THESIS STATEMENTS TO BE DEFENDED

1) Vacuum gauge testing methodology.

2) New experimental vacuum gauge testing device.

3) Fuzzy logic model for SiO2 nanolayer transparency factor and thickness prediction by
imitating drain condition during technological process.

PRACTICAL APPLICATION

The newly developed vacuum gauge testing methodology ensures precise and thorough
testing of vacuum gauge and other vacuum system elements, using a specifically newly
developed and produced experimental device in order to ensure technological process, visual
status and properties.

By using the described methods it is possible to make a data base of the particular vacuum
gauge pressure behaviour and a model, which can be changed and adopted depending on the
experimental method. Whereas newly engineered and produced vacuum test device allows to
conduct vacuum gauge test quickly and effectively thanks to construction solutions and turbo
molecular pump.

Using this methodology, vacuum gauge calibration time can be determined based on
experimental testing results. To ensure the technological process of nanolayer deposition, it is
crucial to use a precise reference vacuum gauge and in case of a problem try to solve any
mismatch as soon as possible. The methodology can be used as a handbook to test vacuum
gauges.



The developed fuzzy logic models for SiO2 nanolayer property prediction imitate logical
thinking process and present the effect of the selected parameters on nanolayer properties.
Thanks to fuzzy logic models it is possible to determine the resources needed for favourable
nanolayer properties, thus shortening the time and resources in case of non-efficient nanolayer
production.



1. VACUUM TECHNOLOGY

1.1. Vacuum, basic principles and application

Nowadays nanotechnology is developing and is used in many industries, especially in
mechanical engineering. It is a known fact that nanoparticles that are being produced with the
help of nanotechnological process are being used in mechanical engineering, construction and
electronics. To produce unique materials with different strain methods in vacuum and conduct
specific experiments for further research, vacuum devices or vacuum system is needed that
ensures and produces a favourable environment for realization of the technological process.
Vacuum, which is the basis of this system, can be defined as gas pressure, which when filling
a limited volume of container is lower than atmospheric pressure.

In mechanical engineering nanotechnology can be used in coating of cutting instruments,
thus improving multiple parameters. It improves durability, increases hardness and
sustainability ensuring higher speed of production and lower friction factor. The most widely
used instrument coatings are TiN, and TiAIN. Nanolayers are used not only for mechanical
instruments but also on any other elements of devices that demand higher mechanical
properties. Using nanotechonolgy it is possible to strain nanolayers of various materials, such
as aluminum or titan, if needed.

Vacuum technological process is not entirely researched, and one of significant factors that
needs a deeper investigation is process control, replicability and stability, as well as the
correlation of measuring instrument accuracy and the nanolayer. The main part of vacuum
technological process is vacuum or pressure. Pressure can be described as ratio of evenly
distributed perpendicular force applied to a flat area unit [21]

F
P==, (1.1)

where P is pressure (Pa); F is force (N); and 4 is area (m?).

Smearing TiO ceramics with magnetoceramic straining technological process demands
inert gas (argon) or oxygen. Gas mixture consists of multiple gas components that inherit
corresponding pressure that is defined as partial pressure [21].

Overall gas partial pressure is described by gas laws. Partial pressure is defined by Dalton
law: total gas mixture pressure is equal to the sum of partial pressure of mixture components
and can be expressed as [40]

P=YK p. (1.2)

The equation for gas pressure determination supports three main gas parameters: molecular
concentration, pressure and temperature, and is expressed with [40]

P = nkT, (1.3)
where 7 is concentration of gas molecules; k is Boltzmann constant (1,38 x 10723, %) [21];

and T is temperature.
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Ideal gas equation can be expressed as [40]

p =R, (1.4)
vM
where M is molar mass of gas; V' is volume of gas; R is universal gas constant R = 8,31 X

103 ﬁ [40]; and N is Avogadro number.

Pressure in SI system is measured in Pascal (Pa), gas flow is measured as cubic meter per

3
second (T)’ whereas in vacuum technology industry pressure is measured in Torr, and gas flow

— in standard cubic millimeters per minute (sccm).

1.2. Design of vacuum system

Vacuum system by its design elements can be different depending on the technical demands
or product that we want to produce. Common and most widely used nanolayer carrier way is a
magnetronic smearing on polymer film, metal foil and glass. Vacuum monolayers improve
material and instrument properties. For example, using TiN nanolayer for cutting instruments
improves their firmness, durability and total service time [18], [11], [23], [28].

Figure 1.1. depicts a vacuum device with magnetronic smearing that is designed for
smearing covers of silver and silver oxide on variety of material foundations.

Fig. 1.1. Example of vacuum system.

Elements of vacuum system:

1) vacuum chamber;

2) rewinding system,;

3) termostating system (roll cooling and heating);
4) gas input and distribution shelf;
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5) compressed air input and distribution block;

6) electrical control shelf (processors, frequency converters, power supplies);
7) vacuum pump;

8) distilled water station (for magnetron and screen cooling);

9) electrical control shelf;

10) magnetron power supply;

11) magnetron;

12) cryopump (H,O stream freezing)

The vacuum chamber should be hermetic and preferably made of stainless steel, which
ensures that gas excitation from material surface is lower, thus achieving better degree of
vacuum. Vacuum chamber pumping can be achieved with different pumps. Knowing chamber
data, such as dimensions and volume before the pump is chosen, a model of pumping system
and calculation of pumping velocity must be considered in order to know how fast and with
what pressure this can be achieved, thus gaining information about the type of pump to be used.
In many cases precise optical spray system works with a magnetron of a round form [32]. To
achieve fast sedimentation, in most cases a reactive impulse magnetron spray is used [32].

Gas flow system is an important vacuum system element that is designed for nanolayer
smearing technological process. Gas system usually consists of gas chambers, gas flow
measurement devices (MFC Mass Flow Controller) and connections. MFSs are designed to
regulate the amount of gas flow that is fed into the vacuum chamber.

Vacuum systems contain a glow discharge element that is responsible for cleaning the
surface before the smearing process. Film cleaning before the beginning of the process is
significant because it is the major factor in adhesion [47]. Before nanolayer smearing in vacuum
chamber, the surface area is cleaned with ions [47]. Ton processing is good for upper layer
removal where most of defects are located, it also activates the upper layer surface through
radiation defects and chemical bond disruption [47]. Ton processing is done by glow discharge
plasma or negative offset —100 V [47]. Basic processing uses glow discharge plasma under the
pressure of 5 X 1072 Torr — 5 X 107! Torr, therefore the pumping is done with a pre-vacuum
pump. In addition to that, gas input is done: argon, oxigen or mixture of both. Glow discharge
design uses two planes on which voltage is applied [47].

In most cases two vacuum gauges are used; one of them is measuring medium and low
vacuum pressure and is considered to be a more precise measurement device and a reference
device during the nanolayer deposition process. The other vacuum gauge is used for measuring
high vacuum pressure. The basic principle of vacuum gauge is related to vacuum system
pressure, therefore before choosing vacuum gauge it has to be considered in what conditions,
temperature, pollution, and pressure it will operate. All vacuum gauges must be calibrated.

1.3. Methods of measuring pressure, and instrument classification

Vacuum gauges can be sorted by their type — direct or indirect. Direct devices are used in
mechanical vacuum gauges, which operate on the principle that the pressure affects the elastic
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element and as a result the element is deforming and this deformation is the criterion of the
pressure. These direct principle devices are not dependent on gas.

Vacuum gauges with indirect operational principle are used to measure the dependence of
different technological processes on pressure [40]. It means that these devices are measuring
such parameters as thermal conductivity, ionization or viscosity that is dependent on molecular
density [29]. This kind of vacuum gauges is dependent on gas and need to be calibrated for
particular gas by using a reference etalon device.

Vacuum gauges can be classified by range of their pressure, although this is directly related
to the principles of their operation. Thus, it is easier to determine whether the chosen device is
compliant with application demands and can perform a precise and correct pressure
measurement for technological process operation.

Company "Sidrabe”, Inc. uses nanolayer magnetronic sputtering and two vacuum gauges in
that process: hot cathode ionization vacuum gauge and diaphragm type vacuum gauge.

Vacuum gauges for low vacuum

For low vacuum pressure measurements, it is common practice to use diaphragm vacuum
gauges. It is related to the fact that the elastic element is deforming, and its deformation is
pressure factor. Elastic elements of deformation type devices can be membranes as well as tubes
or other similar elements with similar material properties. It is assumed that vacuum gauges
that measure pressure as force, are more reliable and more precise.

Most common operation of diaphragm devices is when the moving side of diaphragm is an
electrode of plate capacitor and the other electrode (plate) is fixed, thus the bending diaphragm
is changing the distance of two electrodes and the capacity of equivalent capacitor [5], [30],
[8].

This diaphragm electrode usually is made of ceramics, and stainless steel; different
materials result in different sensitivity [5], [21]. Using the ceramic diaphragm is one of the best
possible solutions when vacuum is measured in aggressive environment such as aggressive
gases [21]. Both ceramic and stainless steel devices have a design similar to the one shown in
Fig. 1.2 [30].

C-Ad
C = capacitance  Diaphragm
A= area (Inconel) Reference chamber closure —
d = distance / -
C = capacitance
. Grid + reference chamber A-area

“closure
J——— Capacitor plates

Sensor body ~ Signal converter
(ceramic) + amplifier

>

24V D0, 4-20mA

d = distance

|
Ampiifier |12 ¥ Diaphragm _—{if
b (ceramic)

Electrode

b)

a)

Fig. 1.2. Construction of diaphragm vacuum gauge using different diaphragms:
a — vacuum gauge with Inconel diaphragm; b — vacuum gauge with ceramic diaphragm.
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Thickness of a diaphragm can be different because, working with different pressures, mean
force that is applied on diaphragm may differ and the device operation is requiring optimal
elastic properties, thus providing reliable results [30].

If (d) is evenly loaded diaphragm deformation, then pressure that is read from vacuum

gauge can be expressed as [1]

dEt?
P = F' (15)

where P is diaphragm pressure; E is diaphragm material elastic constant; 7, ¢ are diaphragm
diameter and thickness; and & is constant.

This equation describes the nature of linear proportion of diaphragm deformation and
pressure [1]. The devices that utilize diaphragm concept have very high precision, but possible
range of measurable pressure is dependent on the mechanical properties of a particular
diaphragm.

Vacuum gauges for medium vacuum

Pressure measurements of medium vacuum use different approach than the mechanical
measurements because molecular density is too low for mechanical force to take action [1].
Common practice in this range is to measure the thermal conductivity of gas. Thermal
conductivity is defined as the amount of thermal carriage that flows through plane surface area
perpendicular to flow direction per time unit, and is divided by temperature gradient [1]. In
other words, when molecules reach the heated glower, heat is emitted into gas, also thermal
conductivity and thermal carriage velocity is dependent on thermal conductivity of gas [29].
Thermal conductivity of substrate can be expressed as [19]

dar
H=—K(), (1.6)
where H is thermal amount that flows through an area unit per time unit in the direction that

is parallel to (s); and Z—: is temperature gradient [19].

Derivation of thermal conductivity expression leads to the conclusion that thermal
conductivity of thinned gas is the following [19]:

K =50y = SiC,, (1.7)

o . .
where y =CL is difference between specific gas heat at constant pressure and constant
v

volume; and 7 is viscosity factor [19].

Pirani vacuum gauge is the one that uses the property of gas thermal conductivity and thus
is classified as thermal vacuum gauge [10]. Pirani vacuum gauge uses gas thermal conductivity
at pressure that is lower than approximately 10—100 hPa [21]. This vacuum gauge is measuring
pressure based on glower resistance measurement, thus leading to glower temperature [1].

Ry = Ry(1 + aT), (1.8)
where Ry is glower resistance at temperature T°C [1]; R, is resistance at 0°C [1]; and o — is
glower resistance temperature factor [1].
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Pirani vacuum gauge glower thickness is in the range of 5—20 um in diameter [29]. The
following materials can be used for making glower: nickel, iridium, platinum, or tungsten [29],
[35]. Pirani vacuum gauge has limitations [21].

1) Pressure has little impact on thermal conductivity in the range of 10 hPa until normal

atmosphere pressure (this is dependent on the type of gas) [21].
2) Thermal conductivity of gas is small compared to thermal carriage on glower ends at
pressure lower than 10™* hPa, thus not affecting glower thermal return [21].

Pirani vacuum gauge is sensitive to different types of gases in vacuum system because gases
with different mass have different thermal volume and glower surface [4]. The results of
vacuum gauge can contain error if it is calibrated for dry air and is actually used to measure
argon [4].

Thermocouple vacuum gauge uses the property of thermal conductivity of gas where
glower is being heated with a constant energy source [6]. In thermocouple vacuum gauge
glower (Fig. 1.3. 1), temperature is measured with thermocouple (Fig. 1.3. 2), and electrodes
are placed in glass or metallic casing (Fig. 1.3. 3) that is connected with vacuum system [12],
[40]. An example of such thermocouple is shown in Fig. 1.3 [47].

Fig. 1.3. Principal electric circuit of thermocouple vacuum gauge [TMT-2:
1 — casing; 2 — glower; 3 — thermocouple.

For measuring electromotive force of thermocouple, a sensitive precise millivoltmeter is
used, on the other hand, current is being measured with mili ammeter [40]. Thermocouple
vacuum gauges like Pirani vacuum gauges use the property of constant current flowing in
glower or glower's temperature.

Figure 1.4. shows pressure dependence of thermocouple vacuum gauge IIMT-2 on the
thermocouple electromotive force; the lower the pressure the lower is thermal conductivity and
the temperature of heater rises [47].
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Fig. 1.4. Pressure dependence of [IMT-2 on electromotive force in vacuum gauge.

The upsides of thermocouple converter are the following:
1) it measures overall pressure of all gases and fumes that are in vacuum system [40];
2) it supports constant measurement of pressure difference [40].

Vacuum gauges for measuring high vacuum

It is not possible to measure high vacuum with mechanical and thermal conductivity
vacuum gauges because the molecular density is not sufficiently high. This is why for
measurement of high vacuum pressure the devices with gas ionization property are used. The
principle of operation of these vacuum gauges is based on direct proportionality of ion current
and pressure created as a result of ionization of termoelectrons and remaining gas [47].

There are two types of ionization vacuum gauges: cold (Pening vacuum gauge) and hot
cathode ionization vacuum gauges [34].

Cold cathode vacuum gauge. Cold cathode vacuum gauge consists of two electrodes:
anode and cathode that have high voltage applied to them [21]. The principles of operation in
cold cathode ionization vacuum gauge are as follows: negatively charged electrons move at
high velocity through emission field traveling from cathode to anode [33], [21]. This electron
flow ionizes neutral gas molecules that stimulate gas discharge [21]. The current resulting from
this gas discharge that is measured, is the parameter that shows pressure [21].

Hot cathode vacuum gauge. Hot cathode vacuum gauge utilizes hot glower to emit
electrons through thermoelectron emission [4], [21]. In other words, electrons are emitted with
the help of hot cathode [4], [21]. This type of vacuum gauges consist of three main parts: anode,
cathode and collector (Fig. 1.5.).

Principles of operation of hot cathode vacuum gauge are as follows: emitted electrons move
through the anode grid that is open, and thus part of the electron flow travels through this grid
and for a moment oscillates between the two sides of the grid until it comes in contact with the
grid itself. [4], [17]. The developed ions are collected with the third electrode resulting in total
current to be measured, thus the current and electron emission is related to pressure [4], [17].

In earlier times, Tungsten was the main material for cathodes, nowadays cathodes are made
mainly of iridium and oxide nanolayers (Th203, Y203) to achieve higher stability against
oxygen [30].
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Fig. 1.5. Schematic diagram of hot cathode ionization vacuum gauge.

Generated current is directly related to gas density and thus to gas pressure [30].

1.4. Needs analysis for vacuum gauge precision,
replicability and calibration

To ensure successful technological process and the resulting nanolayer, the vacuum gauge
must be precise. Precision affects a number of aspects of the technological process; depending
on the precision the amount of gas needed for the process may differ, as well as structure and
visual properties (thickness, transparency factor) of the obtained nanolayer.

Each vacuum gauge has its own degree of precision, yet their principles of operation remain
the same. For example, let us review the precision diagram of a rotation vacuum gauge of
company VISOVAC (Fig. 1.6.) [1]. The precision of vacuum gauge is changing because of the
changing pressure reaching the upper limit and lower limit of precision. This paradigm is
applicable to all pressure measurement devices [1]. The precision of rotation vacuum gauges
can increase or decrease depending on pressure and other factors, e.g. temperature [9], [31].

20+

“favorable measuring range”

5 (relative measurement uncertanity < 5%)

10+

T T
10° 10° 10

Relative measurement uncertanity (%)

T
107 10 10 1
Pressure (mbar)

Fig. 1.6. VISCOVAC vacuum gauge measurement error dependency on pressure.
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The reliable measurement area is marked in green and indicates that error is less than 5 %,
which is usually called a high reliability region or suggested area of pressure measurements for
particular device to be taken into account for successful nanolayer deposition onto the surface.
Anything outside this region constitutes an error higher than 5 % and, moving away from the
recommended region, shows measurement error rising significantly. This shows that care must
be taken when choosing a proper device with properties that satisfy the quality demands of
technological process.

If there is a high possibility that measurements will take place in environment with
vibration, high temperature or pollution, which can give rise to a substantial the measurement
error [1]. Vibration increases the measurement error [1].

The main quality parameters of a vacuum gauge are precision and result replicability; to
achieve it the device needs to be calibrated periodically, in most cases it should be done
annually (it must be taken into account that it is very hard to predict the recalibration period)
[71, [29]. It is related to the fact that there are no developed standards and exploitation rules,
thus every device operates under different environment, intensity, pollution, vibration and other
factors. This is the main reason why each vacuum gauge must be calibrated depending on its
operation and work load intensity. Data base of experimental measurements should be
established for each device. Based on experimental measurements and on their comparison in
different intervals, it is possible to obtain the model of vacuum gauge operation, to compare
changes and produce always changing and renewing pressure model.

1.5. Calculation of vacuum gauge precision

Every measurement device has its own total measurement error that is a sum of all partial
errors including systematic and random errors that are affecting the mechanics of the device
[20]. When talking about vacuum gauge or measurement device precision, one must look for
the device measurement error. Calibration and measurement accreditation usually is done by
accredited laboratories where the device is tested, compared and calibrated with high grade
etalon device [29]. Probability method [42], [50] has been chosen based on the following
reference sources: The United Kingdom Accreditation Service and international office
recommendation for calculating measurement uncertainty (UKAS); Bureau International des
poids et mesures (BIPM).

The devices that are reviewed in the Thesis, such as ionization HPG 400, BPG 402 and
diaphragm type CDG 025D vacuum gauges, were chosen for precision calculation. Every
measurement sample has been taken 5 times. In total, 10 samples have been taken in different
pressure ranges.

In experiments of pressure measurements, a diaphragm type device was set as reference
result device because of its precision, thus ionization vacuum gauges were compared to these
results. The results are shown in Table 1.1.
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Table 1.1.

Vacuum Gauge Mean, and Mean Square Error Values

CDG 025D HPG 400 (SN547) HPG 400 (SN 566) BPG 402
No. | Xpean, Torr| Sy, TOIr  |[Xpeqn, Torr| sy, Torr  |Xpneqn, Torr| s, Torr Xmean, 10T | Sy, Torr
1 | 1.23E-02 | 0.00022 | 4.71E-03 | 0.000012 | 1.14E-02 0.00043 1.15E-02 0.00042
2 | 9.73E-03 | 0.00003 | 3.47E-03 | 0.000028 | 9.78E-03 0.000026 9.74E-03 0.000032
3 | 8.61E-03 | 0.000025 | 2.95E-03 | 0.000070 | 8.79E-03 0.000017 8.5E-03 0.000039
4 | 7.35E-03 | 0.000037 | 2.28E-03 | 0.000039 | 7.42E-03 0.000017 7.1E-03 0.00003
5 | 6.73E-03 | 0.000021 | 2.02E-03 | 0.000025 | 6.6E-03 0.00007 6.42E-03 0.000015
6 | 5.52E-03 | 0.000012 | 1.44E-03 | 0.000033 | 5.63E-03 0.000027 4.75E-03 0.000019
7 | 433E-03 | 0.000019 | 1.20E-03 | 0.000014 | 4.29E-03 0.000018 3.24E-03 0.000021
8 | 3.70E-03 | 0.000013 | 2.44E-03 | 0.000028 | 3.73E-03 0.000015 3.00E-03 0.000014
9 | 2.41E-03 | 0.000016 | 1.38E-03 | 0.00003 | 2.41E-03 0.000016 1.35E-03 0.000015
10| 1.67E-03 | 0.000011 | 2.1E-03 | 0.000033 | 1.67E-03 0.000011 1.22E-03 0.000071

When calculating a random error where credibility interval value is assumed 0.95 and
measurement count is equal to 10, tg (N) = 2.23. Random error is calculated as mean value

from nine samples. For example, CDG 025D random error is calculated as follows:
0,000183

— _ S — —
Axg = Dxg, = Txtﬁ(N) =——5— X 2.23 = 0.00005 Torr. (1.9
Systematic error is determined separately for each device taking into account that
diaphragm and ionization vacuum gauge errors are 0.2 % and +15 % [44], [45], [46].

_ Y6oau 0000098 § x 2.18 = 0.00001 Torr.  (1.20)

= ool
To characterize the precision of measurements, relative error (¢) is used that is expressed as

1
Ax(g = Ax(gmean X §tﬁ (00) =

percentage and is calculated as follows [49]:
Ax
Xvid

The value of relative error always must be less than 100 %. If it is lower, it shows that

£ =-—2100 %. (1.10)

measurements have been taken more precisely [49].
Relative error for CDG 025D has been calculated as an example in the following way:

Ax
z 100% 1098

£ = Emean = —MEL— = 22 = 122 %, (1.11)

When calculating the relative error, random error is assumed as final error for the diaphragm

vacuum gauge, whereas for all three ionization vacuum gauges systematic error is assumed as
final error. Based on precise calculation we can conclude that there is a relative or total
measurement error of 1.22 % for diaphragm vacuum gauge. Lower relative error indicates more
precise measurement samples. Diaphragm vacuum gauge can be used as a reference
measurement device in daily and experimental process even if it exceeds 0.2 % of the allowed
error.

Literature review gives insight into vacuum and its basics, basic operation and
construction of a vacuum system, as well as nanocoating application process. Review and
analysis has been done on methods of pressure detection and measurement, vacuum gauge
principles of operation, categories, precision, replicability, advantages and disadvantages. This
allows to conclude that diaphragm vacuum gauge is considered to be amongst the best because
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of its precision (0.2—-05 % of measurement) and the fact that the results are not dependent on
gas. In turn, ionization vacuum gauges operate on a different principle and their precision is
substantially lower, just £15% of measurements. In case of growing error, calibration process
should take place. Calibration period is not standardized because of different operation
environment and workload of a particular device. Calibration usually is offered as a final phase,
but there are no alternative methods for vacuum gauge validation and adjustment. Company

“Sidrabe”, Inc. often uses diaphragm and ionization type vacuum gauges for vacuum processes,

therefore based on the research problem and literature review the following goals have been

set.

1) To choose two types of vacuum gauges — diaphragm and ionization — for experimental
research based on literature review.

2) To engineer and produce experimental vacuum gauge testing device that satisfies the limited
range of pressure of 2 X 107° Torr.

3) To research ionization and diaphragm vacuum gauge operation using multifunctional
experimental methods thus gaining results about vacuum gauge operation and pressure
measurement error.

4) To process silicon dioxide (SiO2) nanolayer fetch-on technological process and research
pressure factor on nanolayer visual status and properties.

5) To develop fuzzy logic model for SiO2 nanolayer thickness and transparency factor
prediction in sink conditions.
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2. PRODUCTION OF NEW EXPERIMENTAL VACUUM
DEVICE FOR VACUUM GAUGE TESTING

2.1. Production of new experimental vacuum device
for multifunctional vacuum gauge testing

Vacuum gauge testing device is needed to test and verify vacuum gauge operation,
precision, replicability as well as initial set of parameters of the vacuum gauge. The main task
of experimental vacuum device is to ensure stable and satisfying vacuum for vacuum gauge
testing and parameter setting. One of the jobs is to hold stable pressure and constant sucking
speed in order to ensure that the tested vacuum gauges get the same pressure. When working
with vacuum device and doing tests, a comparison method is used where one of the devices is
compared with another with guaranteed high-level precision [14].

Fig. 2.1. Experimental vacuum gauge testing device.

Vacuum device consists of a metallic frame, steel chamber, automatically and manually
regulated gate, turbomolecular pump TURBO-V3K-T, mechanical pump HB3-100/1, device
control panel, vacuum gauge controller, pumping system tubes and valves, gas delivery system,
and gas flow controller and regulation valve.

It is possible to test four devices simultaneously. The produced vacuum device shown in
Fig. 2.1., allows reaching the border pressure of 2 X 107 Torr in a very short time period
(~20 min).
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2.2. Preparation of new experimental vacuum testing device
for experiments

After the production and assembly of the vacuum device, it was tested for any sinks and for
device border pressure, and was degassed.

While under the test, multiple sinks showed at welded seams that were resolved. The next
step was the degassing operation. To speed this process up and to ensure maximal benefit of
cleaning, the chamber was heated with a heater, thus higher vacuum level was achieved.

Before cleaning, vacuum chamber border pressure was 3 X 1076 Torr, and after a long
working and heating process the border pressure value of 8 X 1077 Torr was achieved.

2.3. Modelling of pumping of experimental testing vacuum device
using OCTAVE software

One of the main performance characteristic properties for vacuum nanolayer devices is the
time during which the chamber gets pumped until the base pressure is reached [36]. Depending
on the technological process, the pressure value can differ, but typically it is 1 X 107> mbar in
process partition. If this value is reached, the partial pressure in gas chamber during process
does not affect the process quality.

e Volume of vacuum chamber is V; (20 litre).

e Vacuum in separation V; is achieved using mechanical pump HB3-100/ and turbo

molecular pump TURBO —V3K-T.

To find out how long it takes to produce the base pressure, the problem can be expressed as
a differential equation:

d

-V % = S81(P)Py + q1(6)F; + Q@ = 0. (2.1)

The end result of modelling the pumping is graphically presented in a logarithmic scale.
The obtained graphic was divided in two parts to show pressure changes depending on pumping

time in greater detail. The first part is more likely to characterize the first 60 seconds of pumping
process, where pressure change curve and pump transition stage can be clearly seen in Fig. 2.2.
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Fig. 2.2. Pressure changes in the first 60 seconds from start of pumping.

The simulation shows how long it takes to reach the base pressure; the operational auxiliary
time of the pump is neglected in this example. This mathematical modelling helped to choose
a proper pump and allowed to achieve the desired operational parameters of vacuum testing
device.

2.4. Analysis of the main criterion of technological nanolayer
process of vacuum device

Before the beginning of a technological nanolayer fetch-up process in vacuum chamber,
one must check the pressure readings. Before I describe the experimental process and gained
results, I would like to present an example that reviews the problems that I face in practice very
often when performing nanolayer deposition. For nanolayer deposition UV 80 laboratory
vacuum device was used, which was connected with three vacuum gauges, two of which were
important: INFICON HPG 400 ionization vacuum gauge that can be seen as device 2, and CDG
025D diaphragm vacuum gauge that can be seen as device 3 in Fig. 2.3. (Figs. 2.3 and 2.4). In
most cases it is sufficient to use CDG measurements, because these results are not dependent
on gas, they are precise and the results are replicable [7].
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Fig. 2.3. Ionization vacuum gauge HPG 400 pressure measurements with argon correction.
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Fig. 2.4. Tonization vacuum gauge HPG 400 pressure measurement without argon correction.

In both cases argon is delivered into chamber, and the only thing that is changed is setting
argon correction for vacuum gauge. Argon flow that is delivered to vacuum chamber is 14.4 %
or 100 sccm [26]. Device HPG 400 without adjusted correction is showing the results that are
closer to those of CDG measurement, though it should be the other way round. In this case, if
we want to compare measurement without correction 8.58 x 10™* Torr to 6.88 x 10™* Torr,
it is necessary to lower the argon flow to 11.2 % or 78 sccm [24], [26]. With the given data we
conclude that argon difference is 22 sccm if we equate pressure measurements. Because of
pressure measurement mutual error, it is harder to choose a more precise device for nanolayer
deposition technological process. This example shows that regardless of comparing the
measurements of both devices in order to increase or decrease the level of argon, the end result
is not satisfactory because much more argon is used in the beginning and end of technological
process than it is necessary.
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3. TESTING OF VACUUM GAUGES USING
MULTIFUNCTIONAL METHODS
3.1. Testing of ionization vacuum gauge using experimental vacuum device

First experiments aim to test three different ionization vacuum gauges and to gain a
measurement precision overview, as well as to analyze error values.
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Fig. 3.1. Comparison of HPG 400 ionization vacuum gauge precision.

Experimental data that are presented in Fig. 3.1. show that vacuum gauge measurements are
dissipated. Tonization vacuum gauge HPG 400 (SN 549) that had been used in a laboratory
device showed greater error than other vacuum gauges.

According to vacuum gauge HPG 400 technical passport, the device should be able to
measure pressure correctly within 2 X 107¢ mbar, which in turn indicates that error will grow
when coming closer to measurement range limits.

The performed experiment showed that HPG 400 (SN 549) vacuum gauge measurements
most significantly differed from the other measurement devices at points 1 to 9 and later evened
out. Mean pressure measurement range that could show most precise values is located between
2x 1073 Torrand 2 X 10™* Torr.

Measurement error for ionization vacuum gauge HPG 400 (SN 547) in both measurement
points is in the range of 10 %—15 %. In case of HPG 400 (SN 549) measurement error in the
same points is 71 % at the first, and 34 % at the second point. Thus, one can conclude that
ionization vacuum gauge HPG 400 (SN 549) pressure measurements are far too imprecise and
are far out of the allowed error range of +15 %. The error can be related to many factors, e.g.
total operation time, working environment, technological process, materials used in smearing
process, pollution in sensing element area, and other factors.

After comparing the three vacuum gauges, it was concluded that valid measurement devices
are SN566 and SN 547 vacuum gauges when comparing three vacuum gauges. On the other
hand, the device with SN 549 is not correct and does not satisfy quality demands.
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3.2. Testing of HPG 400 and BPG 402 ionization vacuum gauge using
a new experimental vacuum device

Next step in overall process was to test a HPG vacuum gauge with BPG ionization vacuum
gauge that has a wider measurement range. During experiments, it was assumed that the BPG
device is more precise. After ten identical experiments, average pressure values were acquired.
The results of experiment can be seen in Fig. 3.2.
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Fig. 3.2. Tonization vacuum gauge pressure curves.

Based on the obtained results, one can conclude that BPG and HPG (SN 566) vacuum
gauges at low pressure value show similar results, whereas SN 549 is significantly different.
As the measurement threshold approaches, in high vacuum, measurements between SN 566 and
SN 549 begin to gradually equalize, but this is of little importance because the error of £15 %
is granted only until 10~° mbar.

BPG vacuum gauge measurement range is from 1072 mbar — 10~ mbar. HPG vacuum
gauge reading range differs minimally but it was not found when measuring all three HPG
devices. Based on result analysis, one can conclude that pressure measurement error of
ionization vacuum gauge BPG 402 and BPG 400 (SN 566) does not exceed 15 % limit. It can
be assumed that a correct pressure value is not related to a more accurate device, but based on
ionization vacuum gauge experimental research, can be located in the trust interval of vacuum
gauge pressure readings.

Testing of HPG 400 and BPG 402 ionization vacuum gauge with argon gas flow

During this experiment, argon is delivered into vacuum tank in different portions and the
only thing that is manipulated is ionization vacuum gauge correction measurement against
argon.
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Fig. 3.3. Pressure curves of ionization vacuum meter experimental testing.

It is possible to compare the readings of HPG and BPG 402 device because the correction
is turned off and normal device operation is not disturbed. The range that was chosen in the
experiment was suited for BGP 402, so its results would be most precise amongst all other
devices, thus ensuring excellent results and measurement differences. From these results one
can conclude that device HPG 400 (SN 566) that was most precise of all HPG 400 group is
showing readings that are very close to BPG 402 and the error is within 3.8 % tolerance, and in
some points, is exactly the same at certain dosage of argon gas. On the other hand, HPG 400
(SN 549) is showing significantly different readings from BPG 402 and HPG 400 (SN 566),
which was expected. SN 549 results against BGA 402 are presented in Fig. 3.3.

3.3. Using diaphragm type vacuum gauge for HPG 400 ionization vacuum
gauge testing
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Fig. 3.4. Vacuum gauge pressure experimental curves with argon correction.

Diaphragm type device is considered to be the most precise of available batch of
measurement devices used in experiments because of its operation and the fact that the gas flow
is not affecting readings, precision is tolerated between 0.2—0.5 % from measurement value
[33], [22], [15], [37]. It is adapted for usage in technological process of SiO2 nanolayer
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deposition. Ionization vacuum gauges are tested in relation to CDG 025D in order to test
pressure ranges at low and medium vacuum.

The comparison of results for HPG 400 (SN 566) and CDG 025D with 10 sccm argon in
chamber are presented in Fig. 3.4. First six readings are pretty close, and the tolerance for HPG
device is within 15.5 %. Further readings considerably exceed 15 % error tolerance. In Fig. 3.4,
we can see that that there is a considerable drop that appears at 4—1 sccm. There is no clear
answer why HPG 400 (SN 566) curve abruptly drops from 4 sccm to 1 scem, thus showing
better vacuum than there actually exists, but at 1 sccm rises again showing a worse degree of
vacuum. One of the reasons could be that the hot cathode ionization of vacuum gauge turns on
at a certain pressure value; according to the technical data of the device, this turn on point can
be varied as desired. In addition, ionization switchover is possible from 1 mbar to
5 x 1072 mbar that does not correspond to a particular vacuum gauge bump and vacuum
changes in a particular pressure range. HPG 400 SB 566 and SN 547 vacuum gauges are set to
switch to a hot cathode from 1 mbar. Graphically all SN 547 readings differ at all points and
show a better degree of vacuum than other vacuum gauges. While CDG device readings are as
expected, there are abrupt pressure changes for the gas flow of 4—1 sccm argon on ionization
device readings.

3.4. Gas correction effect on vacuum gauge readings

The equation of ionization vacuum gauge gas correction is the following [27], [44]:

Peff =prdiffl (31)
where K = 0,8 (for argon).
Table 3.1.
Comparison of Measured and Calculated Pressure of Ionization Vacuum Gauge
With argon in chamber, | Calculated pressure |With argon in chamber|
Argon flow,|  without correction value and correction
No. sccm (SN547), Torr (SN547), Torr (SN547), Torr Error, %
1 10 sccm 3.00E-03 2.40E-03 2.30E-03 4.20 %
2 9 sccm 2.60E-03 2.08E-03 2.00E-03 3.80 %
3 8 sccm 2.30E-03 1.84E-03 1.80E-03 2.20 %
4 7 sccm 2.10E-03 1.68E-03 1.50E-03 1.70 %
5 6 sccm 1.80E-03 1.44E-03 1.40E-03 2.80 %
6 5 sccm 1.50E-03 1.20E-03 1.20E-03 0%
7 4 scem 1.20E-03 9.60E-04 2.60E-03 171 %
8 3 scem 2.50E-03 2.00E-03 1.90E-03 5%
9 2 scem 1.70E-03 1.36E-03 1.40E-03 2.90 %
10 1 sccm 2.70E-04 2.16E-04 2.20E-04 1.90 %

The results obtained from ionization vacuum gauge with correction differed from the results
that were calculated based on pressure without correction. The results were compared, and
relative error was calculated. Percentage error can be seen in Table 3.1. The experiments led to
the conclusion that there are abrupt pressure reading changes when the gas flow is 4 sccm. If
these readings are not taken into consideration, the shown quality and error tolerance is 4.2 %.

28



While testing ionization vacuum gauge HPG 400 correction after argon flow delivered to the
chamber, it was concluded that the calculated pressure value and correction differ. The accuracy
error calculated between the calculated and the displayed value was calculated as a percentage.
Ionization vacuum gauges have documented error tolerance, besides that ionization vacuum
gauges have correction depending on gas and this correction is delivered with an additional
error. By summing up both factors, we can assume that the error in particular ranges is
considerably affecting vacuum gauge precision.

3.5. Testing of BPG 402 ionization and high precision diaphragm vacuum
gauge

During HPG 400 tests, two more precise vacuum gauges were used that operated in different
pressure ranges. HPG 400 ionization vacuum gauges were tested in different pressure ranges
and at different gas flow volumes. CDG vacuum gauge was chosen as the most precise device
for pressure readings from 1 X 10™* Torr to 0.1 Torr. On the other hand, BPG 402 ionization
vacuum gauge was chosen as the most precise device for high vacuum range until 2 x 107°
mbar.
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Fig. 3.5. Vacuum gauge experimental pressure curves.

From gained experimental results presented in Fig. 3.5. it can be concluded that pressure
readings CDG and BPG vacuum gauge differ. The highest difference was observed when argon
gas of 1 sccm was delivered to chamber and the error reached 60.5 %. During all readings, CDG
device showed worse degree of vacuum than the BPG type device. Thus, we conclude that gas
correction can affect measurement precision.

3.6. Experimental research on diaphragm vacuum gauge and gas impact

During the experiment, the vacuum chamber was pumped and then argon gas was delivered
in maximum allowable amount, in our case it was 150 sccm. After this volume of gas had been
delivered into the chamber, pressure was set closer to the value of 9 X 1073 Torr, so the
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vacuum gauge was tested at a range where it is most often used in technological process and
experiments. During experiments both argon and oxygen was delivered to chamber in different
volume as mixture and separately, too. The goal of this experiment was to test vacuum gauge
precision and effect of gas on the vacuum gauge precision.

Table 3.2.

Measured Diaphragm Vacuum Pressure Error Depending on Gas Volume
No. With, sccm 02, sccm CDG 025D, Torr Error, %

1 50 50 6.22E-03 Output data

2 75 25 6.44E-03 3.54 %

3 25 75 6.02E-03 322%

4 0 100 6.02E-03 3.20 %

5 100 0 6.65E-03 6.90 %

6 75 75 9.15E-03 Output data

7 50 100 8.94E-03 2.30 %

8 100 50 9.30E-03 1.64 %

9 150 0 9.73E-03 6.30 %

10 0 150 8.76E-03 4.30 %

The obtained data shows that when keeping the total gas amount of 100 sccm in the chamber
while at the same time changing argon and oxygen proportions, CDG device pressure readings
are changing (Table 3.2.). Data shows that diaphragm gauge measuring speed changes with the
gas volume. The experimental data show that the measurement error reached 6.90 %.

Pumping speed is a variable value, but it can stay constant when it reaches certain values.
For example, see typical pumping velocity curves of turbomolecular pump TURBO-V3K-T in
Fig. 3.6. [41].
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Fig. 3.6. Pumping velocity curves of turbomolecular pump.

Looking at argon curve it can be defined that in the range of 0.1-0.01 mbar pressure,
pumping speed is leveling out to a flat constant and remains unchanged until 5 X 10~7 mbar
[27].
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The pressure can be calculated as follows:

where Q is gas flow (sccm), sccm = 0,0127

and P is pressure (Torr).

P=2
N

Torrl
s

(3.2)

(Appendix 2); S is pumping velocity (I/s);

Table 3.3.

Numerical Values of Diaphragm Vacuum Gauge Pressure Measurement Error

Measured pressure Calculated pressure,

No. With, sccm 02, sccm CDG 025D, Torr Torr Error, %
1 50 0 2.86E-03 Output data 0%
2 0 50 2.64E-03 2.86E-03 7.70 %
3 0 100 5.15E-03 5.72E-03 9.97 %
4 100 0 5.75E-03 5.72E-03 0.52 %
5 75 0 4.33E-03 4.29E-03 0.93 %
6 0 75 3.94E-03 4.29E-03 8.16 %
7 150 0 8.52E-03 8.58E-03 0.70 %

Experimental results are shown in Table 3.3. If vacuum chamber is receiving only argon
gas, then 50 sccm is considered to exit reference point. Then based on the obtained calculations,
one can compare different measurement points. Thus, increasing argon gas flow by 25 % and
by 100 % we gain pressure values that differ by 0.93 % and 0.52 %. This kind of device
operation is considered normal and is within measurement error tolerance of 1 %. Keeping in
mind that there may be situations when the measured pressure values are far outside of the
expected value range, e. g. when vacuum chamber is filled with 100 sccm oxygen, measurement
error against the calculated value is 9.97 %.

3.7. Experimental research on diaphragm vacuum gauge before and after
zero adjustment

Using a new experimental vacuum device, zero point adjustment was accomplished to a
diaphragm vacuum gauge. This zero point can drift in case of pollution or long workload; then
zero point needs to be adjusted to ensure the quality demands.

Table 3.4.
Measured and Calculated Pressure of Diaphragm Vacuum Gauge Before Zero Adjustment
Operation
Measured pressure

Argon flow, sccm CDG 025D, Torr Calculated pressure, Torr Error, %

10 scem 7.30E-03 1.7E-02 132.88 %

8 scem 6.10E-03 1.36E-02 122.95 %

6 sccm 4.90E-03 1.02E-02 108.16 %

4 sccm 3.70E-03 6.8E-03 83.78 %

2 sccm 2.40E-03 3.4E-03 29.41 %

1 scem 1.70E-03 Output data 0%
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By reviewing Table 3.4., we can conclude that at a higher argon gas flow the pressure
difference between experimental and calculated values is below 1%, whereas, when replacing
argon with oxygen, the pressure error between the calculated and measured result reaches
9.97 %. Thus, we can conclude that the adjustment of zero point for diaphragm vacuum gauge
is partly successful, because when working with argon gas and changing gas volume, pressure
reading is changing accordingly within the allowed tolerance; whereas in case of substituting
argon with oxygen or mixture of both, this error is far higher than expected and exceeds the
allowed 1% of tolerance.

3.8. Gass flow controller precision experiments

Vacuum system consists not only from a pressure measurement device but also contains
mass flow controller (MFC) that is responsible for controlling how much gas is delivered in
chamber, which is a common practice during magnetronic smearing. During the experiment, a
certain amount of gas was delivered to the chamber.

Table 3.5.
Diaphragm Vacuum Gauge Pressure Error Using Oxygen MFC
With
No. (scem) CDG 025D (Torr) CDG 025D (Torr) through oxygen MFC Error
1 50 3.40E-03 3.58E-03 5.00 %
2 75 5.00E-03 5.26E-03 4.94 %
3 100 6.68E-03 6.92E-03 3.47 %
4 150 9.83E-03 1.00E-02 1.70 %

Delivery of argon gas was done with particular argon MFC, whereas oxygen delivery to
vacuum chamber was done through oxygen chamber. When both argon and oxygen gas MFCs
were working together, the maximum value of calculated and experimentally obtained reached
the error of 5%. As seen in Table 3.5., we can conclude that argon gas flow separately and
through oxygen MFC is being delivered in proper amount, because when comparing both
results, we can see that mutual pressure difference is not greater than 5 %, and with an
increasing argon gas proportion this error has a tendency to drop. MFC works well but with
slight offsets, not exceeding 5%. Pressure measurement error is related to the diaphragm
vacuum gauge itself and possibly to other conditions.

3.9. Vacuum gauge testing using Student’s distribution

By Student’s distribution, it is possible to check the vacuum gauge reading dispersion,
calculate mean square error as well as mean reliability interval (Table 3.6.) [27].
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Table 3.6.

Diaphragm Vacuum Gauge Pressure Units Using Oxygen MFC

n HPG 400 Measured pressure Ax = X — x;, Torr Ax?, Torr
x;, Torr

1 3.99E-04 +0.11E-04 0.0121E-04
2 4.11E-04 + 0.001E-04 0.0001E-04
3 4.25E-04 + 0.15E-04 0.0225E-04
4 3.80E-04 —0.3E-04 0.09E-04

5 4.15E-04 + 0.05E-04 0.0025E-04
6 4.22E-04 +0.12E-04 0.0144E-04
7 4.51E-04 +0.41E-04 0.1681E-04
8 4.35E-04 + 0.25E-04 0.0625E-04
9 3.91E-04 —0.19E-04 0.036E-04
10 3.86E-04 —0.24E-04 0.0576E-04

Calculation of root mean square error (RMS) [27]:

s = [HED — 02278 — 04 Torr. (33)

Using the Table given in Appendix 1, we defined Student’s coefficient f =n—1=9; (P =
0.95) t=2.26, and calculated reliability interval of mean value [27]:

= §2 S 2,26X0,227 _
Ax = \/; =5 m - 0,16223E — 04 Torr. (3.4)

Then mean value interval of pressure is 4,1 + 0,16E — 04 Torr [27].

Experimental values obtained in the experiment do not cross the allowed interval border
from 4.05E-04 Torr £15 %; vacuum gauge precision while manipulating with oxygen flow
and holding starting pressure is acceptable. Measured pressure values are both negative and
positive, and calculated mean value is close to the starting pressure.
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4. IMPACT OF PRESSURE ON VACUUM NANOLAYER
PROPERTIES AND VISUAL PROPERTIES

4.1. SiO2 vacuum device for nanolayer deposition and its construction

Many experiments were conducted using device UV80 at “Sidrabe”, Inc., which
concentrated on SiO2 nanolayer fetching onto film at different pressure levels with the aim to
obtain data showing general quality and overall properties of nanolayer (Fig. 4.1.). The
laboratory device is suitable for metal and oxide magnetronic smearing on sheet and roll type
materials such as film, fabric and metal foil.

Applicable roll type films have the following properties:

1) maximum possible width of film is 600 mm, but fetch on nanolayer width is changeable

with protective screens within limits of 200 to 550 mm [13];
2) allowed film thickness is 50 to 200 pm;
3) maximum possible length of film is 500 m, depending on its thickness.

Fig. 4.1. Principal diagram of vacuum device UV80 rewinding mechanism:
1,2, 4, 14, 15 —rolls; 16 — main barrel; 3 — light transparency measurement device; 5, 7 — planar magnetrons; 6,
12 — gas inputs; 8 — ion cannon; 9 — press-roll; 10 — glow discharge device; 11, 13 — magnetrons.

Vacuum device UV80 is equipped with both ion cannon and glow discharge device, thus
supporting foundation preprocessing before nanolayer deposition. The main barrel is used for
the drying and degassing process of this foundation where it is heated to 90 °C temperature.
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4.2. S1IO2 nanolayer deposition experiments

Experiments were conducted using laboratory device UV80. PET film was used as a
foundation with a fetch-on zone width of 500 mm and length of 2 m of each sample. Impulse
DC power supply Advanced Energy Pinnacle Plus, 10 kW Pulsed DC, 0-350 kHz was used in
this experiment with one magnetron where silicon was used as target material. SiO2 nanolayer
was chosen for the experiment because of its main property — increasing light transparency.

The aim of these experiments was to evaluate the effect of different pressure changes on
nanolayer properties such as light transparency and thickness of nanolayer, as well as its visual

status.
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Fig. 4.2. Light transparency curves of three SiO2 nanolayers.

Light transparency of all three nanolayer samples exceeds 88 %, which had been set as a
limit based on PET film transparency properties (Fig. 4.2.)

Table 4.1.

Numerical Values of SiO2 Nanolayer Thickness and Transparency Factor

Mid of foundation Side of foundation
Pressure, Torr | Thickness, nm | Transparency | Thickness, nm Transparency
factor, % factor, %
5.3E-03Torr 348.3 88.37 359.8 87.42
3.2E-03 Torr 362.5 88.37 349.4 88.28
1.6E-03 Torr 3344 90.98 327.4 90.87

Experimental results are presented in Table 4.1. The samples have visual difference at

different wavelengths at 3.2 X 1073 Torr and 5.3 X 1073 Torr, although their transparency
factors are the same. The nanolayer that was obtained at 5.3 X 10~3 Torr pressure was darker
at ultraviolet zone and had lower transparency factor than the sample taken at 3.2 x 103 Torr.
It means that the pressure that was achieved in the chamber is related to nanolayer quality and

35



properties; in the given example it is light transparency factor. It is important to pay attention
to the thickness of nanolayer as well.

Nanolayer transparency at different pressures of 5.3 X 1073 Torr and 3.2 X 10™3 Torr is
the same, but their thickness differs by 13.9 nm. The nanolayer with highest thickness is only
334.3 nm thick. By using the software provided by company FILMETRICS it was possible to
check the dependence of nanolayer reflection factor on thickness material (Fig. 4.3.) [43].
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Fig. 4.3. Reflection factor at different wavelengths of SiO2 nanolayer with thickness of 348.3
nm (taken at 5.3 x 10™3 Torr).

Light reflection factor is dependent on thickness of the material. Thicker materials have
lower reflection values. The obtained nanolayer samples were tested, analyzed and described,
a simulation was done using the provided online software. From research results, one can
conclude that process management and nanolayer deposition at different pressures affect the
sample properties and visual status. It is possible to obtain feasible SiO2 nanolayer properties,
thickness and visual condition at the pressure of 1.6 X 1073 Torr if a process control is
maintained in transition zone.

If the pressure limits are changed, nanolayer properties are changing, therefore the process
needs a precise and reliable pressure measurement device. Pressure changes can oscillate in
different ranges depending on situation as well as on erroneous behaviour of the measurement
device. Not only the visual state of the nanocoating can change; depending on the operation of
the elements of the device and other process conditions, the homogeneity of the nanolayer can
change along the entire length of the base.
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5. PREDICTION OF SiO2 NANOLAYER TRANSPARENCY
AND THICKNESS USING FUZZY LOGIC

5.1. Basics of fuzzy logic and its experimental application

In order to simulate systems more precisely and more comprehensively it is suggested to
change the approach from using numerical and binary methods to linguistic methods, which
gives the possibility to use not only numerical values but also words and whole sentences as
well [2], [38]. Those are elements of fuzzy logic. Latvian Academy of Sciences is defining
fuzzy logic as logic that has been developed to better present knowledge and human thinking.
Fuzzy logic is widely used in such fields as artificial intelligence (AI) robotics, and information
technologies. The difference from binary logic is that a defined range of values is not limited
to 0 or 1 (true, false), but reaches out further defining “true”, “false”, “more or less true”,
“almost true”, “totally false”, “almost false”, “very false”, which makes it closer to human
thinking [48].

In other words, fuzzy logic has been developed to approximate human thinking and analysis
process [15]. Fuzzy logic gives a chance to predict the main result and develop prediction model
based on input data [22], [37]. Fuzzy logic allows to present human decision and situation
analysis process in algorithmic form [39]. If traditional binary logic is operating with two values
(true or false) then fuzzy logic has far more options, for example: “true”, “false”, “not true”,
“more or less true”, “false”, “very true” that makes it closer to human thinking.

Two main process parameters are described with fuzzy logic and linguistic formulation: gas
flow volume (changing input values) and transparency factor (changing output value).
Graphically linguistic variables are presented as surfaces with modest borders, whereas
numerical variables are presented as dots in surface. Fuzzy logic model is based on basic
principle “if — then” that describes mutual relation of variables. The obtained result is presented
as 2D or 3D visualization graphic that describes changes of parameter mutual effect as well as
gives an opportunity to analyze particular zones where it is feasible or not feasible to perform
the technological process to obtain the related parameters [16].

5.2. Development of SiO2 nanolayer transparency and thickness fuzzy logic
models

To obtain data, experiments with SiO2 nanolayer deposition were conducted using
laboratory device UV80; SPEKTROMETRS MC 122 (“Sidrabe”, Inc.) was used to measure
transparency coefficient, whereas nanolayer thickness was measured with FILMETRICS F20-
UV (“Sidrabe”, Inc.) [25]. The fuzzy logic model was developed with a special software
programme fuzzyTECH 8.30.b Professional Demo.

Two input and output parameters were used in the development of fuzzy logic model, for
input — volume of oxygen flow and volume of air flow, for output — transparency factor and
thickness of nanolayer (Fig. 5.1.) [25].
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Fig. 5.1. Fuzzy logic block diagrams.

Each parameter was given a fuzzy logic group with belonging functions with values within
the range from 0 to 1. Belonging functions were the same for transparency and thickness fuzzy
logic model. Air, oxygen, transparency and thickness values were grouped under five belonging
functions. Conditions were set for nanolayer thickness and transparency blocks.

5.3. Data de-fuzzyfication and prediction models

Data de-fuzzyfication was done and prediction models were obtained that are presented as
3D graphics in Figs. 5.2. and 5.3 [25]. The main aim of SiO2 experiments was to obtain a fuzzy
logic prediction model for nanolayer transparency factor and thickness simulating drain during
the technological process.

These models allow us to predict possible light transparency factor and material thickness
depending on drain volume and make a decision to continue or to stop the technological process
for the nanolayer properties to be compliant to quality demands [25]. In case of drain, prediction
models allow to predict particular transparency factor and related thickness area and to achieve
gas correction in the desired direction.
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Fig. 5.3. 3D fuzzy logic program model of transparency factor.

By changing input parameter values, software and fuzzy logic is allowing to determine and
predict nanolayer transparency factor and thickness. By using fuzzy logic and program models
it is possible to decrease the number of nanolayer deposition experiments, take the decision to
stop the technological process or to make some parameter adjustment with the aim to obtain
satisfying nanolayer properties [3].
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6. DEVELOPMENT OF METHODOLOGY FOR VACUUM
GAUGE TESTING

Based on vacuum techniques, new vacuum equipment, vacuum gauge operating principle
and behavioural analysis, as well as on all the performed and described experiments, a vacuum
gauge testing methodology was developed (Fig. 6.1.). The diagram of the vacuum gauge testing
block depicts the most important stages of technological process, by following which it is
possible to switch off the device and to adjust it, as well as to ensure, to control and to set the
nanolayer deposition. The developed vacuum gauge testing methodology allows to investigate
the performance nuances, accuracy, behaviour at various changing conditions, and to find the
most appropriate vacuum gauge application based on the pressure range, environment and other
factors that influence the measurements. The obtained experimental results can be collected and
used as a database.

Precision and result replicability of the tested vacuum gauge may stay the same as before
experimental tests using the developed testing methodology, but the obtained data allows us to
analyze the vacuum gauge precision in different pressure ranges. This is the reason why during
nanolayer vacuum deposition technological process with imprecise measurement device we can
include a correction factor based on experimental test data, as well as include the correction
factor for the parameters of nanolayer deposition process.

During the doctoral research, a testing of diaphragm type vacuum gauge was conducted as
well as zero adjustment and data collection. Based on the data presented in Table 3.3., it is
possible to approximately calculate a diaphragm vacuum gauge error during SiO2 nanolayer
deposition process. The predicted error will be in the range from 7.70 % to 9.19 %. For SiO2
technological process, this error is in an acceptable range, which is not affecting nanolayer
transparency, thickness or visual status.

Vacuum gauge test can be done periodically, thus gaining new data and analyzing them,
developing a behavioural model of vacuum gauge pressure change and thus adjusting the device
for the nanolayer deposition process. This test is also needed to avoid the decision to send the
device for recalibration in a specific laboratory. Vacuum gauge test does not exclude an option
of instrument calibration but allows to analyze the need for such operation. Vacuum gauge
testing methodology is unique and contains multiple test methods, gives chance to research
vacuum gauge operation and collect results, thus allowing to develop a correct model.
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CONCLUSIONS

After advantage and disadvantage analysis, a conclusion has been drawn that for low
vacuum most precise device would be a diaphragm type vacuum gauge, due to its simple
construction, result replicability, and resistance against different gas environments.

A special experimental vacuum test device has been engineered and produced that allows
to achieve 2 X 107° Torr vacuum in a very short time period (approximately 20 min).

A series of multifunctional experimental research has been conducted on vacuum devices
HPG 400, BPG 402, and CDG 025D using laboratory equipment UV80 and a newly
produced experimental test device. During research ionization, vacuum gauge gas
correction functions as well as the condition of gas flow measurement device were tested.
Before the experimental test, the diaphragm vacuum gauge error exceeded the allowed
relative error value of 0.2 % and in few particular cases reached an error level of 132.88 %.
After zero adjustment and repeated experimental test, maximal relative error decreased to
9.97 %. Based on vacuum gauge experimental results and fetch-up experimental results, it
was concluded that the predicted error of diaphragm vacuum gauge after test manipulations
can be in the range from 7.7 % to 9.19 %. This error level does not considerably affect the
visual condition and properties of nanolayer.

Pressure oscillation affect on nanolayer properties and visual condition were researched.
For these experiments, SiO2 nanolayer was chosen as well as laboratory device UV80. The
obtained results showed that small pressure oscillations may affect nanolayer properties and
visual condition, thus a nanolayer with best transparency factor of 90.98 %, reflection factor
0.2433, and visual condition was fetched up at 1.6 - 10™3 Torr. Whereas the nanolayer
sample fetched up at 5.3 - 10~3 Torr, had more metal phase signings (dark brown color)
and a light transparency of 87.42 %.

A fuzzy logic model was developed for SiO2 nanolayer transparency and thickness
prediction in case of drain that allows predicting of the nanolayer transparency factor and
thickness. By using fuzzy logic and prediction models it is possible to decrease the needed
nanolayer fetch-up experiment count, make a decision to stop the technological process or
to adjust some parameters in order to achieve satisfying nanolayer properties and continue
the technological process.

Based on vacuum test and nanolayer fetch-up experiments conducted during the doctoral
research, as well as on other specifics of nanolayer fetch-up process in company “Sidrabe”
Inc., a new vacuum device testing methodology was developed for vacuum nanolayer fetch-
up process with the aim to ensure the possibility to research vacuum gauge operation,
precision, result replicability, and behaviour in changing conditions, as well as to perform
zero point adjustment, implement and support data base, implement correction factor based
on experimentally obtained data, and to support fast and handy vacuum gauge testing
method.
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Appendix 1

Student’s values depending on degrees of freedom

f P=0.90 P=0.95 P=0.98 P=0.99
1 6.31 12.7 31.8 63.6
2 2.92 4.30 6.97 9.93
3 2.35 3.18 4.54 5.64
4 2.13 2.78 3.75 4.60
5 2.02 2.57 3.37 4.03
6 1.94 2.45 3.14 3.71
7 1.90 2.36 3.0 3.50
8 1.86 2.31 2.90 3.36
9 1.83 2.26 2.82 3.25
10 1.81 2.23 2.76 3.17
11 1.80 2.20 2.72 3.11
12 1.78 2.18 2.68 3.05
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Appendix 2

Conversion table for units of throughput

" Pa /s = W mbar | Tors atm e ] usec_| scem | sim | Mol |

Pami/s 1 10 75 9.87 75107 532 0592 44110
mbarlis 0.1 1 075 0.987 750 592 5921072 441103
Torrl/s 0133 133 1 132 1000 789 7.89102 585109
arm cm? /s 0.101 1.01 076 1 760 59.8 595102 445105
lusec 133104 1.3310% 103 132103 1 789102 789109586108
sccm 1691073 169102 127102167102 127 1 10-3 745107
slm 169 169 12.7 167 1271041000 1 745104

Mol s 227103 22710 17104 22410 17107 1.34-108 1.34-10° 1

49




<<
  /ASCII85EncodePages false
  /AllowTransparency false
  /AutoPositionEPSFiles true
  /AutoRotatePages /None
  /Binding /Left
  /CalGrayProfile (Dot Gain 20%)
  /CalRGBProfile (sRGB IEC61966-2.1)
  /CalCMYKProfile (U.S. Web Coated \050SWOP\051 v2)
  /sRGBProfile (sRGB IEC61966-2.1)
  /CannotEmbedFontPolicy /Error
  /CompatibilityLevel 1.4
  /CompressObjects /Tags
  /CompressPages true
  /ConvertImagesToIndexed true
  /PassThroughJPEGImages true
  /CreateJobTicket false
  /DefaultRenderingIntent /Default
  /DetectBlends true
  /DetectCurves 0.0000
  /ColorConversionStrategy /CMYK
  /DoThumbnails false
  /EmbedAllFonts true
  /EmbedOpenType false
  /ParseICCProfilesInComments true
  /EmbedJobOptions true
  /DSCReportingLevel 0
  /EmitDSCWarnings false
  /EndPage -1
  /ImageMemory 1048576
  /LockDistillerParams false
  /MaxSubsetPct 100
  /Optimize true
  /OPM 1
  /ParseDSCComments true
  /ParseDSCCommentsForDocInfo true
  /PreserveCopyPage true
  /PreserveDICMYKValues true
  /PreserveEPSInfo true
  /PreserveFlatness true
  /PreserveHalftoneInfo false
  /PreserveOPIComments true
  /PreserveOverprintSettings true
  /StartPage 1
  /SubsetFonts true
  /TransferFunctionInfo /Apply
  /UCRandBGInfo /Preserve
  /UsePrologue false
  /ColorSettingsFile ()
  /AlwaysEmbed [ true
  ]
  /NeverEmbed [ true
  ]
  /AntiAliasColorImages false
  /CropColorImages true
  /ColorImageMinResolution 300
  /ColorImageMinResolutionPolicy /OK
  /DownsampleColorImages true
  /ColorImageDownsampleType /Bicubic
  /ColorImageResolution 300
  /ColorImageDepth -1
  /ColorImageMinDownsampleDepth 1
  /ColorImageDownsampleThreshold 1.50000
  /EncodeColorImages true
  /ColorImageFilter /DCTEncode
  /AutoFilterColorImages true
  /ColorImageAutoFilterStrategy /JPEG
  /ColorACSImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /ColorImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /JPEG2000ColorACSImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /JPEG2000ColorImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /AntiAliasGrayImages false
  /CropGrayImages true
  /GrayImageMinResolution 300
  /GrayImageMinResolutionPolicy /OK
  /DownsampleGrayImages true
  /GrayImageDownsampleType /Bicubic
  /GrayImageResolution 300
  /GrayImageDepth -1
  /GrayImageMinDownsampleDepth 2
  /GrayImageDownsampleThreshold 1.50000
  /EncodeGrayImages true
  /GrayImageFilter /DCTEncode
  /AutoFilterGrayImages true
  /GrayImageAutoFilterStrategy /JPEG
  /GrayACSImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /GrayImageDict <<
    /QFactor 0.15
    /HSamples [1 1 1 1] /VSamples [1 1 1 1]
  >>
  /JPEG2000GrayACSImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /JPEG2000GrayImageDict <<
    /TileWidth 256
    /TileHeight 256
    /Quality 30
  >>
  /AntiAliasMonoImages false
  /CropMonoImages true
  /MonoImageMinResolution 1200
  /MonoImageMinResolutionPolicy /OK
  /DownsampleMonoImages true
  /MonoImageDownsampleType /Bicubic
  /MonoImageResolution 1200
  /MonoImageDepth -1
  /MonoImageDownsampleThreshold 1.50000
  /EncodeMonoImages true
  /MonoImageFilter /CCITTFaxEncode
  /MonoImageDict <<
    /K -1
  >>
  /AllowPSXObjects false
  /CheckCompliance [
    /None
  ]
  /PDFX1aCheck false
  /PDFX3Check false
  /PDFXCompliantPDFOnly false
  /PDFXNoTrimBoxError true
  /PDFXTrimBoxToMediaBoxOffset [
    0.00000
    0.00000
    0.00000
    0.00000
  ]
  /PDFXSetBleedBoxToMediaBox true
  /PDFXBleedBoxToTrimBoxOffset [
    0.00000
    0.00000
    0.00000
    0.00000
  ]
  /PDFXOutputIntentProfile ()
  /PDFXOutputConditionIdentifier ()
  /PDFXOutputCondition ()
  /PDFXRegistryName ()
  /PDFXTrapped /False

  /CreateJDFFile false
  /Description <<

    /BGR <>
    /CHS <FEFF4f7f75288fd94e9b8bbe5b9a521b5efa7684002000410064006f006200650020005000440046002065876863900275284e8e9ad88d2891cf76845370524d53705237300260a853ef4ee54f7f75280020004100630072006f0062006100740020548c002000410064006f00620065002000520065006100640065007200200035002e003000204ee553ca66f49ad87248672c676562535f00521b5efa768400200050004400460020658768633002>
    /CHT <FEFF4f7f752890194e9b8a2d7f6e5efa7acb7684002000410064006f006200650020005000440046002065874ef69069752865bc9ad854c18cea76845370524d5370523786557406300260a853ef4ee54f7f75280020004100630072006f0062006100740020548c002000410064006f00620065002000520065006100640065007200200035002e003000204ee553ca66f49ad87248672c4f86958b555f5df25efa7acb76840020005000440046002065874ef63002>
    /CZE <>
    /DAN <>
    /DEU <>
    /ESP <>
    /ETI <>
    /FRA <>
    /GRE <>

    /HRV (Za stvaranje Adobe PDF dokumenata najpogodnijih za visokokvalitetni ispis prije tiskanja koristite ove postavke.  Stvoreni PDF dokumenti mogu se otvoriti Acrobat i Adobe Reader 5.0 i kasnijim verzijama.)
    /HUN <>
    /ITA <>
    /JPN <FEFF9ad854c18cea306a30d730ea30d730ec30b951fa529b7528002000410064006f0062006500200050004400460020658766f8306e4f5c6210306b4f7f75283057307e305930023053306e8a2d5b9a30674f5c62103055308c305f0020005000440046002030d530a130a430eb306f3001004100630072006f0062006100740020304a30883073002000410064006f00620065002000520065006100640065007200200035002e003000204ee5964d3067958b304f30533068304c3067304d307e305930023053306e8a2d5b9a306b306f30d530a930f330c8306e57cb30818fbc307f304c5fc59808306730593002>
    /KOR <FEFFc7740020c124c815c7440020c0acc6a9d558c5ec0020ace0d488c9c80020c2dcd5d80020c778c1c4c5d00020ac00c7a50020c801d569d55c002000410064006f0062006500200050004400460020bb38c11cb97c0020c791c131d569b2c8b2e4002e0020c774b807ac8c0020c791c131b41c00200050004400460020bb38c11cb2940020004100630072006f0062006100740020bc0f002000410064006f00620065002000520065006100640065007200200035002e00300020c774c0c1c5d0c11c0020c5f40020c2180020c788c2b5b2c8b2e4002e>
    /LTH <>
    /LVI <>
    /NLD (Gebruik deze instellingen om Adobe PDF-documenten te maken die zijn geoptimaliseerd voor prepress-afdrukken van hoge kwaliteit. De gemaakte PDF-documenten kunnen worden geopend met Acrobat en Adobe Reader 5.0 en hoger.)
    /NOR <>
    /POL <>
    /PTB <>
    /RUM <>
    /RUS <>
    /SKY <>
    /SLV <>
    /SUO <>
    /SVE <>
    /TUR <>
    /UKR <>
    /ENU (Use these settings to create Adobe PDF documents best suited for high-quality prepress printing.  Created PDF documents can be opened with Acrobat and Adobe Reader 5.0 and later.)
  >>
  /Namespace [
    (Adobe)
    (Common)
    (1.0)
  ]
  /OtherNamespaces [
    <<
      /AsReaderSpreads false
      /CropImagesToFrames true
      /ErrorControl /WarnAndContinue
      /FlattenerIgnoreSpreadOverrides false
      /IncludeGuidesGrids false
      /IncludeNonPrinting false
      /IncludeSlug false
      /Namespace [
        (Adobe)
        (InDesign)
        (4.0)
      ]
      /OmitPlacedBitmaps false
      /OmitPlacedEPS false
      /OmitPlacedPDF false
      /SimulateOverprint /Legacy
    >>
    <<
      /AddBleedMarks false
      /AddColorBars false
      /AddCropMarks false
      /AddPageInfo false
      /AddRegMarks false
      /ConvertColors /ConvertToCMYK
      /DestinationProfileName ()
      /DestinationProfileSelector /DocumentCMYK
      /Downsample16BitImages true
      /FlattenerPreset <<
        /PresetSelector /MediumResolution
      >>
      /FormElements false
      /GenerateStructure false
      /IncludeBookmarks false
      /IncludeHyperlinks false
      /IncludeInteractive false
      /IncludeLayers false
      /IncludeProfiles false
      /MultimediaHandling /UseObjectSettings
      /Namespace [
        (Adobe)
        (CreativeSuite)
        (2.0)
      ]
      /PDFXOutputIntentProfileSelector /DocumentCMYK
      /PreserveEditing true
      /UntaggedCMYKHandling /LeaveUntagged
      /UntaggedRGBHandling /UseDocumentProfile
      /UseDocumentBleed false
    >>
  ]
>> setdistillerparams
<<
  /HWResolution [2400 2400]
  /PageSize [612.000 792.000]
>> setpagedevice


