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IMPIANTO DI IRRAGGIAMENTO y CALLIOPE PRESSO IL CENTRE RICERCHE
ENEA-CASACCIA (ROMA)

Riassunto

In questo lavoro viene descritto I’impianto di irraggiamento y “Calliope” del Centro Ricerche
ENEA-Casaccia (Roma). In particolare vengono riportate le principali caratteristiche dell’impianto
di irraggiamento necessarie per definire le modalita di tempo e di irraggiamento. Le tecniche
dosimetricher utilizzate sono: la dosimetria di Fricke, la Red-Perspex e quella ESR con alanina. Nel
primo caso la dose assorbita ¢ misurata attraverso cambiamenti chimici indotti dalla radiazione in
una soluzione mentre nel secondo metodo si utilizza 1’aumento della densita ottica del dosimetro
dovuto all’irraggiamento. Infine la tecnica ESR ad alanina si basa sull’analisi dei radicali liberi
indotti dall’irraggiamento nell’aminoacido a-alanina.

Nel lavoro ¢ anche fornita una simulazione del campo di radiazione all’interno della cella di
irraggiamento realizzata con il codice FLUKA, che include un’ottima descrizione dei processi di
iterazione elettromagnetici fino ad un’energia di 1\,keV.

Parole chiave: radiazione y, Dosimetria, Impianto di irraggiamento.

Y IRRADIATION FACILITY AT ENEA-CASACCIA CENTRE (ROME)

Abstract

A description of “Calliope” y irradiation plant of ENEA-Casaccia Centre (Rome) is presented in
this paper. In particular the main characteristics of the irradiation facility necessary to define time
and irradiation procedure are summarised. The plant is equipped with dosimetric services that
evaluate absorbed doses in materials during irradiation. Dosimetric techniques used are Fricke, Red-
Perspex and alanine-ESR dosimetries. In the first case, absorbed dose is determined by chemical
changes induced in a solution by irradiation and the second method uses the optical density increase
induced in dosimeter by irradiation. The last method is based on the analysis of the free radical
concentration induced in a-alanine amino-acid during irradiation.

The paper provides also a simulation of the y radiation field inside the irradiation cell realised
by using FLUKA code, which includes a good description of the electromagnetic physics down to
about 1\keV.

Keywords: y radiation, Dosimetry, Irradiation plant.
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Introduction

The aim of this work is the description of “Calliope” y irradiation plant (Research Centre
ENEA-Casaccia, Rome) and the definition of the physical sizes, methods, devices and/or set-ups
used to measure absorbed dose in inorganic, organic, organic-biological and/or devices submitted
to y irradiation.

The term ionising radiation refers to each kind of radiation able to induce ionisation and/or
excitation of atoms through primary and secondary interactions, when radiation impinges matter.
Charged particles induce ionisation and excitation processes through Coulombic interaction with
atomic electrons. Generally, X- and y-rays interact with matter through three main processes:
photoelectric effect, Compton scattering and pair production. The result of that interaction is the
emission of secondary charged particles, which in turn may induce further ionisation and excitation
processes.

Neutron too may induce the production of secondary charged particles through different kinds of
interaction, such as (i, p), (n, d), (n, a) or (n, 1) processes; in this sense they can be considered
ionising radiation.

Other kinds of radiation, such as UV, can not be considered ionising due to their inability to cross
the greatest part of materials [1, 2].

According to ASTM E 170-76 [3], dosimetry is the process through which it is possible to
obtain measurements describing an ionisation, a radiation field, some of the field components or
the absorption in matter of the field associated energy.

Dosimeter techniques can be divided in “absolute” and “relative” methods: in the first case,
they allow the absorbed dose estimation by the measurement of a physical size; an example is
represented by the absolute calorimetric dosimetry, based on the temperature increase of the
irradiated medium. On the contrary, relative dosimeters require an inter-calibration with an
absolute method [4]. At Calliope plant three kinds of dosimeters are used: Fricke solution, Red
Perspex and alanine dosimeter. Among them, the solid state dosimeter methods (Red Perspex and
alanine) are relative measurement methods and they are periodically calibrated with an absolute
dosimeter method, which is represented by Fricke dosimeter.

At present, the plant is involved in radiation processing research on industrial materials, such as
polymers and on devices to be used in hostile radiation environment such as nuclear plants,
aerospace experiments and High Energy Physics experiments [5-30]. As it will be shown in
paragraph 2.2, very special cares are devoted to the qualification of electronic devices, which have
to be tested according to either MIL-STD-883 and ESA/SCC BASIC Specifications No.22900
procedures.



Chapter 1: Calliope irradiation plant and dosimetry

1.1 Irradiation plant

The Calliope plant, located at the Research Centre ENEA-Casaccia, was constructed in 1967-
68 to carry out research activities and pilot experiences on agricultural product treatment by
radiation (seed stimulation and food irradiation). Differently, in the eighties the plant has been
involved in radiation processing research on industrial materials (polymers and optical fibres) and
on devices to be used in hostile radiation environment such as nuclear plants, aerospace
experiments and High Energy Physics experiments. One of the main activities carried out in the
Laboratory of the Calliope plant concerns the R&D of scintillating materials to be used as
detectors in High Energy and Medium Energy Physics experiment.
The Calliope plant is a pool-type irradiation facility equipped with a ®°Co y source [31, 32] in a
high volume (7x6x3.9 m’) shielded cell. The source has cylindrical geometry with the 48 source
rods arranged in two concentric cylinders of about 20 cm outer radius and 26 ¢cm height (Figure 1).
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Figure 1: Cherenkov effect' (a) and top view of the Calliope facility with %Co decay (b)

The emitted radiation consists of two y photons of 1.173 and 1.332 MeV emitted in coincidence,
with a mean photon’s energy of 1.25 MeV. The maximum licensed activity for this plant is
3.7x10" Bq (100 kCi) but the present activity is 6.72x10"* Bq (18.1 kCi) at January 2005 the 1*.
In this plant it is possible to choice the dose rate at which to irradiate the sample. 5.4 kGy/h is the
maximum dose rate along the rack longitudinal axis. The storage water pool dimensions are
2x4.5x8 m’ and two separate source emergency storage wells are positioned on the bottom of the
pool. On the roof of the cell a trap door allows the introduction or the withdraw of radioactive
materials in case of source recharge. The irradiation cell biological protection is realised in baritic
concrete having thickness up to 180 cm. The main Calliope features are reported in Table [;
moreover, Figure 2 and 3 reports the lateral and x-y view of the plant. Inside the irradiation cell, a
humidity measuring element (“Polyga ™”, AMPERE S.p.A.) is positioned for the measurement of
relative air humidity, temperature and ozone which are recorded by a coupled Data-Chart 2000
Series (Ampere S.p.A.). The system detector & recorder is particularly useful in case of sudden
scream, because it allows to date the exact time of the scream. Moreover, the possibility to transfer
acquired data on PC by a flash card allows the emission of an official irradiation certificate.

' Cherenkov radiation is electromagnetic radiation emitted when a charged particle passes through an insulator at a
speed greater than that of light in the medium. The characteristic "blue glow" of nuclear reactors is due to Cherenkov
radiation. It is named for P. A. Cherenkov, the 1958 Nobel Prize winner who was the first to rigorously characterize it.
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Table I: Calliope main features

SOURCE: *’Co, SS double encapsulated;
GEOMETRY: cylindrical rack, with radioisotope pencils placed on
two levels of external rack surface;
EMITTED RADIATION: 2 y photos emitted in coincidence;
PHOTON ENERGY: 1.173 and 1.332 MeV (average 1.25 MeV);,
MAX LICENSED ACTIVITY: 3.7x10" Bq (100 kCi);
PRESENT ACTIVITY(1-2-05) : 6.72x10"* Bq (18.1 kCi);
MAX DOSE RATE: 5.4 kGy/h along the rack longitudinal axis.
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Figure 2 Lateral view of the Co® plant
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Figure 3: Calliope plant x-y view

Recently, we have carried out some modifications in the irradiation cell, thanks to which materials
can be irradiated in isodose positions surrounding the source rack: a steel platform was projected

and realised, covering the pool and characterised by a central circular aperture for the passage of
the source (Figure 4).

Figure 4: Realised steel platform covering the pool photographed through the yellow lead window
of the Control Room.



That platform is equipped with movable arc measurers individuating the isodose positions on the
platform and provided with compartments for the housing of dosimeters. As shown in detail in
Figure 5, each measurer is composed of two parallel steel arcs that can be vertically moved. Such
property makes possible to investigate horizontal and vertical dose rate uniformity, which are
fundamental information for samples under irradiation. This equipment can be also used to host
object to irradiate.

Figure 5: Detail of arc measurers

In addition to devices useful on the platform described above, we also projected and realised 4
steel movable mountings, shown in Figure 6, which can be moved in different dosimetric
positions of the irradiation cell and which allow the repeatable sample positioning. It is also
possible to put more supports on the same tree to irradiate few samples at the same dose rate: in
any case it is important to verify that homogeneity of dose rate on the maximum surface involved
in the irradiation test.

Figure 6: Movable mountings



1.2 Irradiation and dosimetry

A radiation generates in its surroundings a radiation field including either directly or indirectly
ionising radiation. In the first case, radiation consists of charged particles having sufficient energy
to produce ionisation and/or excitation via collision processes; in the second case radiation
consists of uncharged particles (photons, neutrons, etc.) whose interaction with matter gives rise
either to directly ionising particles or nuclear reactions.

Dosimetry is the process through which it is possible to obtain a measurement describing an
ionisation, a-radiation field, some field components or the absorption in the matter of the field
associated energy. The most used size in radiation dosimetry, furnishing a quantitative correlation
between radiation and its effect, is the absorbed dose.

According to ICRU-Report 33 [33], the absorbed dose is defined as the ratio between energy
(de) released from radiation to matter in a certain volume and the volume mass (dm):

de
D=— 1
e (1)
In (1) € is the energy released in the volume from an ionising radiation field, defined as:
g:R‘n_Raut-i-zQ (2)

where:

- R, is the radiant energy entering the volume V, or sum of the energies (with the exception of the
rest energy) of all directly and indirectly ionising particles entering the considered volume;

- R, is the radiant energy leaving the volume V, or the sum of the energies (with the exception of

out
the rest energy) of all directly and indirectly ionising particles going out from the considered
volume;

- ZQ is sum of all released energies minus the sum of all the energy expended in each nuclear

transformation and in the elementary processes happened in the volume V.
In the SI the absorbed dose is measured in Gray (Gy) equivalent to 100 rad:

J
1Gy=1— 3
Y=l e 3)
The dose rate is the dose absorbed per unit time:
-~ dD
D=— 4
= Q)

1.2.1 Charge particle equilibrium and thickness
Let us consider a volume V, of air in which a uniform photon radiation field is present

(Figure 7). Moreover, in the internal part of V; let us take into consideration a small volume V,
whose distance from V; is high enough to brake secondary electron radiation. Due to the
interaction with matter, in the volume V; photons will give rise to secondary electrons which will
be meanly equal (in energy and number) to electrons produced in every V, volume. The
consequence is that the number of electrons entering a volume V; with a certain energy and
direction will be equal to the number of electrons having the same properties and leaving the same
volume. That condition is known as the charge particle equilibrium condition and it guarantees no
storage of secondary electrons in every volume V,, because the energy lost out of every volume
V2 is equal to the energy lost in V; by secondary particles produced outside each volume [1, 34].

To realize the charged particle equilibrium conditions during an irradiation, irradiated sample
should be surrounded by an absorber of suitable thickness, defined as the charged particle
equilibrium thickness. The thickness value depends on sample electron density and on the energy
of impinging radiation. In the curve representing the absorbed dose dependence on sample depth
(Figure 8) that value corresponds to the thickness where the curve achieves its highest value. As it
can be seen, the curve is characterised by an initial increasing course due to fluency increment of
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the electrons coming from foregoing layer. Next, as the depth increases, photon attenuation causes
an electronic fluence decrease and consequently a decrease of absorbed dose.

Vv

photons @

Figure 7: Air volumes immersed in an uniform photon radiation field

The equivalent thickness of a certain material can be obtained by the following relation:

n
S = HzO.SHzo (5)

€q

X

where 1y, ,, is the water electronic density, Sy, is the electronic equilibrium thickness for water

[35] and n_ is the electronic density of the material, defined as:
N,
n=p—4% Z 6
x p M Z: i ( )

where:

- p is the material density [Kg m™];

- Na is the Avogadro number [6.023*10% moli];

- M is the molecular mass [Kg moli™'];

- Zj is the atomic number of the i-material;

- XZ; is the total number of electron per molecule.

Figure 9 reports the dependence of the water electronic equilibrium thickness on the photon
energy.

Absorbed Energy

Useful region

Accumulation region

S

Thickness (cm)
Figure 8: Absorbed dose dependence on sample depth [1].
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Figure 9: Dependence of the water electronic equilibrium thickness on the photon energy [35]

1.3 Dosimetric methods used for y radiation

Many physical and chemical parameters undergo variations when they are submitted to
irradiation, consequently they can be used to realize a dosimeter, or a system able to measure the
absorbed dose.

At Calliope radioisotope source three kinds of dosimeters are used: Fricke solution, Red
Perspex and alanine dosimeters. Among them, the solid state dosimeter methods (Red Perspex and
alanine) are relative measurement methods, periodically calibrated with an absolute dosimeter
method, which is represented by Fricke dosimeter.

1.3.1 Fricke dosimeter

In the chemical dosimeter method, absorbed dose is evaluated by measuring the chemical
change induced by irradiation in a solution; next, the measured value will be converted in the dose
absorbed by other materials.
One of the most famous and used chemical dosimeters is the Fricke method, whose functioning is
based on the radiation induced oxidation of ferrous ions to ferric (Fe**=> Fe’*) in conditions of low
pH value and in presence of oxygen.
The Fricke dosimeter is an absolute method because it allows to deduce the absorbed dose directly
by measuring its optical density variation during an irradiation process. That dosimeter is
characterised by a linear behaviour in the range 20-200 Gy and it is used as primary reference
method to calibrate secondary dosimeters (Perspex, alanine..) for radiation fields of y, X and
accelerated electrons. Its response is independent on the absorbed dose in the range 0.1-16 MeV
and no effect was observed on the measurement precision in the dose rate range 0.2 Gy/s-lO7 Gy/s.
During the irradiation procedure, temperature variation between 1 and 60 °C scarcely influences
the dosimeter response and the corrections can be neglected.
The dose interval measurable with Fricke dosimeter is between 20 and 400 Gy: in fact, the
oxidation induced by a dose lower than 20 Gy is not sufficiently high to be accurately measured.
The highest limit is due to oxygen consumption during the chemical reaction and it can be
increased up to 10° Gy, modifying the Fricke dosimeter with addition of H,SOs: in such way
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ferrous ions undergo oxidation without oxygen consumption. Fricke dosimeter is composed of a
water solution of FeSO4 {0 Fe(NH,)(SO4)2}10° M, H,S04 0.4 M e NaCl 102 M [36].
The main reactions happening in the dosimeter during the irradiation are the following:

Fe** +OH® — Fe* + OH~ (7)
H*+0,— HO; (3)

Fe** + HO," — Fe’* + HO,” )
HO, +H*— H,0, (10)

Fe** + H,0, — Fe** + HO” +OH"* (11)

Every hydrogen atom causes the formation of an hydroperoxide ( HO; ), which in turn oxides three

ferrous ions according to reactions (9), (10) and (11). Moreover, every hydroxyl radical oxides a
Fe**ion and every hydroperoxide molecole oxides two Fe**ion. The radiolitic yield (moli/J) can be
expressed with the following expression:

G(Fe™*)=2Gy4, +3Gy +Goy (12)

Using a *°Co source, G(Fe’") is equal to 1.61 umoli/J.

The quantitative analysis of the Fe’* concentration induced by ionising radiation in Fricke
dosimeter is performed by measuring the solution absorbance at 304 nm. In particular, for a Fricke
dosimeter composed of an oxygenated solution of Fe(NH4)(SO4)2 10> M, NaCl 10°M and H,SO4
0.8 N, the relation between absorbed dose (Gy) and absorbance measurement is the following:

D. — A(OD) (13)
o s*G(Fe3+)*p*l

where:
-A (OD) ¢ the optical density variation of solution due to irradiation;

- & is the molar extinction coefficient of ferrous ions at 304 nm ( E(Fe** @ 25°C) = 220+ 2m’M ™"
a 304 nm) [37];

- G(Fe*") is the number of ferric ions produced per unit of absorbed energy (expressed in 100 eV
unit) calculated in (1.6140.02)10° M-J" for *°Co radiation;

3

- p is the density of the irradiated solution 1024 Kg-m™;
- l is the optical path, equal to 0.01 m.

The role of the NaCl in the Fricke dosimeter is to reduce negative effects of possible organic
impurities on the system answer, as it is described in the reference standard [36].

From a solution of H,SO4 0.8 N and an absorption cell of 1 cm, equation (13) becomes:

D,

Gray

=kxA(OD)=(276+6)*A(OD) (14)

where:
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A(OD)= (4~ 4)~(4.~ 4) as)

In (15) A, is the absorbance of irradiated dosimeter, A is the control absorbance of dosimeter
before irradiation and Ay is the intrinsic absorbance of the container. Equation (14) turned out to be
in perfect agreement with the result of dosimeter calibration performed at the “Istituto Nazionale di
Metrologia delle radiazioni ionizzanti” (ENEA-Casaccia).

1.3.2 Red Perspex Dosimeter

Solid state dosimeters, such as photographic films, solid scintillators and opportunely doped
plastic materials are diffusively used since many years. Their functioning is based on the variation
of their coloration due to treatment with different particles (y-rays, electrons...). Plastic dosimeters
offer several advantages which allow a large use of them: reduced dimensions, tissue-equivalent
properties, answer independent on dose rate and great reproducibility.
Red 4034 Perspex dosimeters® used at Calliope irradiation source are a particular variety of
polimethylmetacrilate (PMMA) whose applicability range lies between 5-40 kGy [38]. Perspex
dosimeter is a relative method, consequently it needs a calibration with an absolute dosimeter
method, which in our case is the Fricke dosimeter.
The experimental procedure followed to construct the Red Perspex calibration curve consists of
two phases:

1) in the first step, a Fricke dosimeter placed inside a sample compartment is positioned in a
fixed and reproducible position in the irradiation cell and the dose rate is measured in that
position;

2) in the second step, two groups of Red 4034 Perspex dosimeters undergo irradiation at the
doses of 5, 10, 20, 30, 43 and 50 kGy in the same operative conditions used for Fricke
dosimeter method.

Irradiation induces a dosimeter absorbance variation at the wavelength of 640 nm. Hence, to
construct the calibration curve Perspex-Fricke it is necessary to study for each irradiation step the
dependence of the absorbed dose on the specific absorbance of each irradiated dosimeter. Next,
assuming the specific absorbance (A) as independent variable, the dose (D) as dependent variable
and fitting the curve reported in Figure 10 with a polynomial function, the dose dependence on the
measured specific absorbance will be the following:

y=-0.18+96.4-x-116-x>+877-x°+1082-x*  (16)

? Red Perspex dosimeters used at Calliope plant are produced at the Irradiation and Dosimetry Service, Chemistry
Division, Building 10.30, Aere Harwell, Didcot (Oxfordshire) and they below Batch AJ set.

12



50 - *
40 - -

30 - * -

Dose (kGy)

20 x -

10 L 1

v

v T T T T M 1 M T
0,05 0,10 0,15 0,20 0,25 0,30
Absorbance per mm (mm')

Figure 10 : Experimental data fit with a polynomial curve

1.3.3 Alanine dosimetric method

The alanine dosimeter method is considered one of the most powerful dosimeter techniques and
it is based on the detection of stable free radicals induced by ionising radiation in the a-alanine
amino-acid, by the Electron Spin Resonance (ESR) [39].
In fact, the irradiation of alanine amino-acid (CH3;-CHNH,-COOH) induces the formation of

CH3-CﬁCOOH free radical stable at room temperature. In Figure 11 we reported the ESR

spectrum of that radical: as it can be seen, five characteristic peaks are evident due to the
interaction between external magnetic field and the odd electron of the molecule.

50 &6
Figure 11: ESR spectrum of the irradiated a-alanine [39].

The area of the absorption curve is proportional to the number of radiation induced radicals; hence,
considering that spectrometer provides the absorption curve derivative of the measured sample, the
absorption curve should be integrated two times in order to obtain a size proportional to the
number of radiation induced radicals. It can be demonstrated that absorbed energy is proportional
to the resonance peak amplitude of the recorded curve, consequently it will be able to extrapolate
the energy absorbed by a dosimeter simply by measuring the resonance peak amplitude.

Alanine dosimeter method offers several advantages, such as stability, high dynamic dose range (1
Gy- 500 kGy) no dependence on dose rate and on environment effects as light, humidity and
temperature. Moreover, powder alanine can be compressed in little pastilles which can be
irradiated with the material under study.
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At Calliope plant, alanine dosimeter is calibrated on the absolute Fricke dosimeter. ASTM
standards [39] to be followed for the alanine dosimeter calibration on Fricke, establish two
different EPR parameter set-ups, in conformity with a dose value lower or higher than 500 Gy
(Tables II e III). For that reason, at Calliope plant two alanine calibration curves are used with
respect to Fricke: one for low doses (< 500 Gy) and the other for high doses (> 500 Gy).
Dosimeters used for low dose calibration are described in Table IV, while the ones adopted for the
high dose calibration are described in Table V.

Table II: ASTM Instrument parameters for low doses (<500 Gy) [39]

Power (mW) 7.92
Sweep width(G): 200
Modulation (G): 10.1
Sweep time (s): 21.0
Filter T.C. (ms): 328
Receiver Gain (dB): 5
Receiver Offset: 0
Receiver Phase: 0
Field Offset (G): 8.93
‘Sweep numbers: 5
Sample Height *(mm): 15

1.3.3 a - Alanine dosimeter calibration for low doses

To construct the calibration curve for alanine dosimeter at doses lower than 500 Gy, Fricke
dosimeter is located in a dosimeter cell in a position fixed and reproducible to measure the
absorbed dose in that position. Once dose rate has been evaluated, alanine dosimeter is irradiated at
the doses of 3, 10, 20, 46, 54, 80, 117 and 389 Gy in the same operative conditions. Next, the
alanine EPR signal is measured with a spectrometer (Bruker EMS104) and it is normalised to the
mass. The alanine dosimeters used for low doses (<500 Gy) were produced in Germany, by Dr
A Wieser (MESSTECHNIK, Altomiinsterstr. 71, D-80997 Miinchen). The dose dependence (D) on
the resonance peak to peak amplitude normalised to the mass (hp-p/m) represents the calibration
curve, whose interpolation furnishes the dose dependence on the EPR signal (Figure 12):

h 17)
D(Gy) =-3.7+111xEE&
m
Table III: ASTM Instrument parameters for high doses (>500 Gy) [39]

Power (mW) 3.97

Sweep width(G): 200

Modulation (G): 1.01

Sweep time (s): 10.5

Filter T.C. (ms): 81.9

Receiver Gain (dB): 5

Receiver Offset: 0

Receiver Phase: 0

Field Offset (G): 8.93

Sweep numbers: 2

Sample Height: 18

h . .
? It indicates the sample position within the cavity, equal to 20 — -2— , where A is the sample height.
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Table IV: Composition of dosimeters for low doses

Dosimeter: AWM230
Materials: 85% wt L-a-alanine
15% wt paraffin wax
Shape: cylindrical, 4.8 mm diameter
and 10 mm length.
Mass: 230 1% (mg)
Density: 1.27 g/cm’
Dynamic dose range: 1 Gy — 500 kGy
Detection threshold: 0.1 Gy
400 3
y=-3,7+ 111,6x
300
;
Q
o 200 | I
3
(@]
L J
100 |
..
L
0 L L L L 'l 1 1
0 0.5 1 15 2 25 3 35 4
tmk_mnfm [a.u]

Figure 12: Alanine dosimeter calibration for low doses (< 500 Gy)

1.3.3 b - Alanine dosimeter calibration for high doses

To construct the calibration curve for high doses, Gold Bruker dosimeters were used, whose
dynamic dose range varies between 500 Gy to 50 kGy and whose properties are reported in Table

V. In that case, the irradiation doses are equal to 0.4, 0.8, 1.5, 6 and 23 kGy.

Table V: Composition of dosimeters for high doses

Dosimeter: Bruker, Gold (1% error mass)

Shape: cylindrical, 4.8 mm diameter and 5 mm
height

Mass: 88+1% (mg)

Dynamic dose interval: 500 Gy — 50 kGy

Also for high doses, the dependence of the dose on the EPR signal intensity normalised to the mass
is linear and it can be interpolated with the following curve (Figure 13):
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Figure 13: Alanine dosimeter calibration for high doses (=500 Gy)

1.4 Interaction of X-rays and y radiation with matter
The physical processes involved in the energy transfer mechanism from y radiation to matter
depend on the energy (hv) of the impinging photons and on the material. In the energy range
between 0.01 MeV and 100 MeV the dominant processes are:

1. Photoelectric effect;

2. Compton effect;

3. Pair production.
The relative importance of the three processes is reported in Figure 14 in function of the atomic
number Z and the photon energy hv [40]. The curves are referred to regions where none of the
adjacent effects is dominant.
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100 Photoelectric effect Pair production
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o
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o e i el
0.01 0.1 1 10 100
Energy (MeV)

Figure 14: Relative importance of Photoelectric, Compton and Pair production effects [40]
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1.4.1 Photoelectric effect

The Photoelectric effect is the emission of an atomic electron after the absorption of an incident
quantum hv; the emitted electron is called “photoelectron” and it generally belongs to an inner
atomic shell. The kinetic energy of the emitted electron (Ej.) is given by:

E, = —F, (19)

where hv is the energy of the impinging photon and Ey is the electron binding energy. The energy
Eo is then converted in characteristic X-rays or Auger electrons, produced when the vacancy
created by the emitted electron is filled. X-rays are dominant in high Z elements while Auger
electrons are characteristic of light elements: X-rays are generally reabsorbed in a second
photoelectric process and the total photon energy is absorbed in the detector. The Photoelectric
effect is as much probable as the electron is bonded to the atom. In fact, this process is most
probable for electrons belonging to the K shell, which represent the greatest part of the emitted
photoelectrons. Moreover, for every shell, the photoelectric emission is as more probable as the
photon energy is near Eo. The cross section of this process is monotonically decreasing with
photon energy and it is characterised by typical absorption peaks at the photoelectric energy edge
of the different shells (M, K, L). The Moseley law defines the energy edge value:

E=Rhc—(z%z—)— (20)

where Rhc=13.6 eV, Z is the atomic number, o is the screen constant and n the principal quantum
number [41]. As far as the photoelectric cross section is concerned, there is no analytic expression
valid for every kind of photon energy. Practically, the adopted methods and the approximations
depend on the energy region.

1.4.2 Compton effect

In the Compton effect, a photon with energy around 1 MeV interacts with an atomic electron. The
result is the scattering of the photon along a direction different from the incident one, while the
electron is diffused with a certain kinetic energy (Figure 15).

Compton
electron E
atomic e ¢
incident photon  electron _—* ¢
Stk
E, = hv ‘\}\(g
._\'\.\\
' Compton
scattered
E. = ho photon

¥

Fig 15: Compton effect

Applying the energy and momentum conservation laws, it is possible to derive that the photon
energy after the collision (E,=hV’) is related to its initial energy (E,=#V) and to the diffusion angle
(6) through this relation:

E
= L (21)
7 1+a(l-cosf)
E, )
where o =— = —"—, and E, ¢ E are expressed in MeV.
mc® 0511
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The kinetic energy of the Compton electron is given by:
1-cosé
£ -k -k, --2{l=ccs ) | 22)
7 1+a(l-cosB)
From the aforementioned relations, it follows that the energy spectrum of the Compton electron

ranges from 0 (corresponding to 8=0°) to a maximum value (corresponding to £=180°) expressed
by this relation:

Eom =531

1+
2E,
The Compton effect is dominant at energies between 0.8 MeV and 4 MeV [42].

MeV (23)

1.4.3 Pair production

In the Pair production process, a photon is completely absorbed and its energy is converted in a
couple electron-positron. Due to energy and momentum conservation laws, the process is possible
only in the atomic or electronic Coulomb field. The pair production process is an edge-mechanism
and it may happen in the atomic nucleus only if hv>>2mgc? (1.02 MeV), where my is the rest mass
of the electron and ¢ is the light velocity [40, 42]. The quantity of energy transformed in kinetic
energy of the couple electron-positron is:

E.-E_=hv-2mc’ (24)
Between the two particles, the positron tends to acquire more energy than the electron because of
the Coulombic repulsion of the nucleus. Then, it annihilates with an atomic electron with the
consequent emission of two 0.511 MeV photons. The Pair production process may also happen in
the Coulombic field of the atomic electron. That process is greatly less probable than the one

taking place in the nucleus field and it is characterised by edge energy of 4 moc’. The cross-
section related to this process is given by:

t=4Zar’f(E,Z) (25)

where f(E,Z) is a slowly varymg function depending on the screen level offered by electrons, o is
the hyperfine constant and r. is the classical electron radius [43]. The photon mean free path
before its conversion to the couple (e'-¢") is given by:

Ay == (26)

where N in the number of atoms in the unitary volume and 7 is the cross section related to the pair
production; it is related to the radiation length through this expression:

i =2 27)

air rad
d 7

where the radiation length indicates the mean free path after which an electron reduces its initial
energy of a factor e, through the Bremsstrahlung radiation.

1.5 Absorbed dose calculation
To calculate the energy deposition and the penetration of photons (x-ray, y-ray, bremsstrahlung)
in biological, shielding and other materials, it is necessary to introduce the basic quantities mass

ﬁ) and mass energy-absorption coefficient (—‘uﬂj )
P p

The mass attenuation coefficient is defined as:

attenuation coefficient [
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ﬁ=l-1n[1—°) (28)
p X I

where I is the incident intensity of a monoenergetic photon flux, penetrating a layer of material
with mass thickness x and density p and emerging with intensity .

The mass energy-absorption coefficient involves the further emission of radiation produced by
charged partlcles when they travel through the medium, and it is defined as:

Po(i-g) £ @
P p

where g factor represents the average fraction of the kinetic energy of secondary charged particles
(produced in all the types of interactions) that is subsequently lost in radiative energy-loss

lurr
yo)

processes as the particles slow to rest in the medium and

is the mass energy-transfer

coefficient.
Knowing the mass energy absorption coefficient it is possible to convert the absorbed doses in the
Fricke dosimeter (water) to doses absorbed in other materials through the following relationship:

[u,n ]
D, = AP Im Dy, (30)
[u,n]
P Jmo

lu’en

p
As an example, if dose absorbed in air is required, the previous formula (for Co field) will
become the following:

where Dy , is the dose absorbed in water and [ JIS the mass attenuation coefficient.

)
* -2 2
D, =\ Plee p _ 2.666 10_2(cm2 lg) _ 0899+ D, 31
[u_] © 2.965*%107 (cm® / g)
p H,0

When silicon based electronic devices are irradiated, it will be useful to know the conversion factor
of the dose absorbed in water with respect to dose absorbed in silicon:

[u.,.] (2
* -2 2
Dy = P s -DH0=2'652 10_2(cm2/g)=0.894*DH10
[u_] © 2965%107(cm’ / g)
P Juo

The mass attenuation coefficients used in (31) and in (32) are reported in [44].
For non homogeneous materials, the mass attenuation coefficient can be evaluated by the following

relationship:
(33)
lu’en ] Z w [#2" ]

where [-’i"l] and w; are the mass attenuation coefficient and the atomic weight fraction of each i-
P )

atomic specie inside the sample.
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In the case of high dimension objects, it could be useful to know the dose distribution inside the
thickness. In conditions of charge particle equilibrium conditions and under the hglpothesis that
secondary charged particles loose energy only through collision processes (as at %Co energies),
the dose absorbed in a material coincides with kerma, K, which represents the sum of the initial
kinetic energies of all the charged particles liberated by uncharged ionizing radiation (neutrons
and photons) in a sample of matter, divided by the mass of the sample.

Consequently, knowing the kerma behaviour throughout a certain material thickness:

K=K, *B*e™ (34
it is possible to know also the absorbed dose behaviour inside the material:
D=D,*B*e™ (3%)

where Dy is the dose on the material surface, B is the build-up factor and p is the linear attenuation
coefficient at a certain energy.

As an example, Figure 16 reports the mass attenuation coefficient and the mass energy absorption
for silicon:
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Figure 16: Attenuation and absorption coefficients in silicon [44]
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Chapter 2: Ionising radiation damage test on electronic devices at Calliope
plant

2.1 Radiation induced damage on electronic devices

With the advent of new High Energy Physics and Astrophysics experiments where electronic
systems are exposed to high fluxes of energetic particles [45]-[52], the interest on electronic
device radiation damage has increased more and more.

The physical processes involved in the radiation damage of electronic devices are particularly
complex and they depend on several parameters, such as the kind of radiation, energy and fluence.
In general they can be grouped in two classes: 1) ionization damage; 2) bulk damage.

The ionization damage, also called surface damage, is caused by electron-hole pairs generated

in silicon dioxide (Si0O;) and other insulators by ionizing radiation. In SiO;, electrons are much
more mobile than holes and they are quickly collected at the positive electrode, even if some
fraction of them recombine with holes. The charge yield, i.e. the fraction of the electron-hole pairs
surviving the initial recombination, depends on the type and energy of the impinging particles.
The holes, escaping the initial recombination, are relatively immobile and they slowly undergo a
hopping transport between localized sites in the oxide in presence of an electric field. Some of
them can be trapped giving rise to accumulation of positive charge in the oxide or can generate
interface states at the SiO,/Si interface, so affecting the device operation.
The bulk damage or displacement damage is caused by collisions of energetic protons, neutrons,
ions and electrons, which transfer sufficient energy to knock out a Si atom from its lattice position.
A vacancy-interstitial pair called Frenkel defect is so generated, which migrates until a stable
defect is formed by association with other defects, impurities or dopants.

2.2 MIL-STD-883 and ESA/SCC BASIC Specifications

At Calliope plant it is possible to perform ionizing damage test on electronic components
according to procedures defined in MIL-STD-883 and in ESA/SCC BASIC Specifications
No0.22900. The difference between the two protocols is that MIL-STD-883 defines the procedures
to test electronic devices to be used in Military and Aerospace electronic systems, while ESA/SCC
BASIC Specifications N0.22900 are strictly devoted to the qualification of integrated circuits and
discrete semiconductors suitable for Space applications.

As far as the adopted dose rate concerned, according to MIL specifications (standard
conditions) the dose rate has to lie between 50 rads(Si)/s and 300 rads(Si)/s (i.e., between 0.5
Gy(Si)/s and 3 Gy(Si)/s) and it has not to vary more than £10% during each irradiation.

In ESA specifications, two dose rate windows can be adopted:

1) the standard dose rate between 3.6 krad(Si) and 36 krad(Si)/h (i.e., between 36 Gy(Si)/h to 360
Gy(Si)/h);

2) the low dose rate between 36 rad(Si)/h and 360 rad(Si)/h (i.e., between 0.36 Gy(Si)’'h and 3.6
Gy(Si)/h).

Depending on the expected maximum dose rate, the total irradiation time must be less than 96
hours. The time interval between the end of the irradiation and the beginning of the device
electrical characterization has to be less than 1 hour. Moreover, the time interval between one
irradiation step and the beginning of the next exposure must be at most 2 hours. After irradiation,
the eventual accelerated aging have to be performed keeping the component under bias and at 100
°C for 1 week [53]-[55].

During the irradiation procedure test specimens have to be surrounded by equilibrium material,
which will minimize dose enhancement from low energy scattered radiation by producing charge
particle equilibrium. To this purpose, both MIL and ESA specifications recommend the use of a
container of at least 1.5 mm Pb with an inner lining of at least 0.7 mm Al. In fact, considering the
fraction of attenuated photons as a function of energy and thickness for Pb (Figure 17) and Al
(Figure 18), we can easily evict that the 1.5 mm Pb (0.7 mm Al) layer absorbs 95% (99%) of the
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photons having energy lower than 150 keV (15 keV). The Pb/Al container also produces
approximate charged particle equilibrium for silicon devices.
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Figure 17. Pb thickness as a function of the photon energy to attenuate the photons at the
percentage value reported in the inset.
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Figure 18. Al thickness as a function of the photon energy to attenuate the photons at the
percentage value reported in the inset.
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Chapter 3: Simulation of Calliope radiation field with FLUKA code

3.1 Dose rate theoretical estimation and comparison with experimental results

To map the y radiation field inside the irradiation cell, we have performed a simulation of
Calliope dose rate profile by using FLUKA code in collaboration with Dr Mika Huhtinen (CERN,
Switzerland) [56]. Such code includes a good description of the electromagnetic physics down to
about 1\,keV and its models are adapted and extended versions of the EGS4 shower code.
Knowing accurately the properties of ®Co decay and the material distribution in the source and its
surroundings an accuracy of better than 10 percent can be expected from such a simulation. By far
the dominant uncertainties come from the amount of material in the source rods themselves and
the support rack. In fact, whereas the activities are exactly known there is some uncertainty about
the exact size and density of the rods. Another source of uncertainty is the double encapsulation
described in the simulation which might not be exactly conform to reality.
As reported in the rack supporting the rods was described as an assembly of 2 mm thick steel rings
joined by vertical steel bars and the room was assumed to be empty of any other material, except
for the pool and the footbridge. ®°Co decays were simulated such that each decay emitted one
photon of 1173.237 keV and another of 1332.5 keV independently in a random direction. The
probability for emission within a given source rod was determined according to the activity of the
rod and the position of decay within the rod was sampled randomly within the active area.
At the ®Co energies, the dose is the amount of ionising energy deposited in matter by electrons
produced by y photons via photo-electric effect, Compton scattering of pair production, where all
these reactions depend on the characteristics of the medium. Thus, as soon as any material is
introduced into the empty room, the dose will locally change.
With the available CPU power it was not possible to calculate the dose in air directly from the
ionisation of the electrons. The energy-dependent mass-energy absorption coefficient can be used
in the simulation to calculate the dose directly from the photon flux. In our simulations we
adopted the coefficients for water, consequently the results should give the best approximation for
the dose measured by a 'water-equivalent' detector positioned in the room.
In Figure 19 we reported the detail of the simulated radiation field inside the **Co pencil rack and
in the region closest to the source. On the contrary, Figure 20 and Figure 21 represent the dose
rate distribution in the overall irradiation cell: the first image reports the top view x-y of the dose
rate profile and the second one shows the lateral y-z dose rate profile inside the radiation cell.
To validate the Calliope y radiation field simulation, in our laboratories we have performed
experimental dosimetric measurements in two dosimetric positions (72 cm and 320 cm) where the
expected theoretical dose rates were equal to 350 and 17 Gy/h, respectively. Table VI shows the
comparison between the theoretical and experimental results, which turned out to be in good
agreement.

Table VI: Theoretical and Experimental dose rate

Distance from centre | Theoretical dose rate in water | Experimental dose rate in water
of the source (cm) (Gy/h) (Gy/h)
75 350 378
350 17 19.9
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Figure 19: Top view x-y of the dose rate profile represented by colour code (Gy’/h) in region near
the source
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Figure 20: Top view x-y of the dose rate profile represented by colour code (Gy/h) inside the
irradiation cell.
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Figure 21: Lateral y-z dose rate profile represented by colour code (Gy/h) inside the radiation cell.
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