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I. Abstract 

When placing metallic components in safety-critical environments, such as nuclear reactors, it is 

important to be able to accurately predict their service lifetime. For these predictions to be reliable 

in safety-critical environments they need to accommodate behaviour at the microscale as well as the 

macroscale. Micro-scale strain development can be measured during mechanical loading and then 

used to help predict failure within such components.  

In this thesis, neutron diffraction (ND) was used to measure bulk-scale lattice strains for grains with 

orientations that correlate to the diffraction peaks. However, ND is expensive and only available at 

several national facilities. Therefore, high-resolution digital image correlation (HR-DIC) has been 

proposed as a cheaper and more accessible alternative. This project therefore compares the strain 

data collected from both ND and HR-DIC to evaluate the effectiveness of using HR-DIC as a bulk 

grain-scale technique.  

To evaluate the effectiveness of HR-DIC as a bulk strain measurement technique, the effect of 

stacking fault energy (SFE) on deformation mechanics was selected as a comparable phenomenon. 

The materials were selected to represent a range of stacking fault energy, stainless steel 316 

(SS316), INVAR and pure nickel. The samples were prepared to be tested in both in situ neutron 

diffraction tensile tests and in situ HR-DIC tensile tests, with post-mortem EBSD analysis performed 

on the neutron diffraction samples to investigate EBSD metrics.  

For the SS316 sample, the HR-DIC showed three distinct orientation peaks, showing that the 

technique was able to accurately distinguish and divide the data into the orientation subsets. The 

111-, 220-, and 200-orientation subsets show a broader range of strain behaviour in the low SFE 

materials (SS316 and INVAR) compared to the high SFE material (nickel). This was in good agreement 

with the results of the neutron diffraction tests and the EBSD metric analysis.  
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1. Introduction 

1.1. Motivation 

Finding clean and sustainable energy sources is essential in fighting climate change. Nuclear energy 

will play a vital role in supplying reliable, carbon-neutral energy to the UK. However, to ensure 

reliability it is essential to determine the service lifetime of nuclear reactors. The lifetime of a 

nuclear power plant is largely influenced by the capacity of the materials in its constituent 

components to withstand degradation (1–4). To build nuclear plants and have confidence that they 

will last, it is important to understand the materials used within them. Throughout a nuclear 

reactor’s life, its constituent components are subjected to high stresses in high-pressure and 

temperature environments. The effects of these harsh conditions can be seen within the 

microstructure of a material. Therefore, when predicting material failure, it is important to 

thoroughly understand deformation at the microstructural level (5). 

Nuclear power plants use metallic alloys throughout all areas of the process, this is due to their high-

temperature mechanical properties and corrosion resistance. For example, the polycrystalline 

stainless steel 316 (SS316) is found in the boiler sections of Advanced Gas Cooled Nuclear Reactors 

(6). Polycrystals consist of multiple grains; within each of these grains the crystallographic 

orientation is uniform. Compared to a single crystal, which has highly anisotropic mechanical 

properties which are dependent on the orientation, a polycrystalline structure can be isotropic on 

the large-scale if all grains are randomly orientated. However, at the micro-scale, anisotropic 

deformation occurs with polycrystalline structures due to a mismatch in deformation rates caused 

by neighbouring grains containing different crystallographic orientations. Therefore, when the load 

approaches the yield stress of the material, some grains may begin to deform plastically, while 

others are still deforming elastically (7), this can lead to residual stresses left within the metal once 

the load is removed (8). Intergranular stresses forming between grains will affect the damage 

development within the material (9,10). Therefore, it is important to understand the influence that 

anisotropic deformation has on both microscopic and macroscope scales, to assess, understand and 

potentially improve the material’s mechanical properties (11).  

In recent years, non-destructive in situ neutron diffraction has extensively been used to evaluate the 

stress-strain response for polycrystalline materials (3,9,12,13). Neutron diffraction utilises Bragg’s 

law of diffraction by diffracting a beam of neutrons off the crystal lattice. For a fixed wavelength, 

only the grains orientated to satisfy Bragg’s law will diffract, therefore only a subset of grains will 

contribute to the diffraction signal. Due to the penetration depth that uncharged neutrons can reach 
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within a metallic specimen, strain data can be collected from within the bulk of a material, sampling 

a large number of grains. However, neutron diffraction does not provide information on the 

influence of spatial strain effects caused by anisotropic deformation between neighbouring grains of 

different orientations. Additionally, neutron diffraction is only available at a limited number of 

national facilities, which limits the availability of this technique.  

Digital image correlation (DIC) is an optical strain measurement technique that compares deformed 

images to an original, reference image to produce strain data throughout loading. DIC can be used 

on a range of different length scales, for example, by using scanning electron microscope (SEM) 

images, microscale strain data can be recorded. Typically, when DIC is used to measure microscale 

strain, it is referred to as high-resolution digital image correlation (HR-DIC). Previous works have 

used this to relate microscale features to local strain concentrations (14–18). This can be achieved by 

imposing HR-DIC strain data directly onto electron backscatter diffraction (EBSD) maps, the strain 

data can then be segmented into specific grains and related to spatial features of the material. Yet, 

the statical aggregate of the data collected through HR-DIC has not been investigated thoroughly.  

An alternative to experimental measurement techniques is modelling material deformation. This can 

be advantageous, particularly for modelling specific environments components will experience in 

their lifetime. However, this can be a difficult and time-consuming process, especially for alloys with 

complex chemical compositions with multiple phases. Therefore, a method of simplifying material 

modelling is replacing a complex alloy with another alloy with a simplistic chemical composition yet 

still behaves in the same way during loading. Collaborators have suggested a good material analogy 

for SS316 is pure nickel, due to the high nickel content in SS316 and both materials having FCC 

crystallographic structures. However, SS316 has a low stacking fault energy (SFE), whereas nickel has 

a high SFE, these are intrinsic properties of the material that influences the mechanisms of 

deformation (19).  Thus, this project proposes an alternative, the binary alloy INVAR (FeNi36), which 

has both a low SFE and an FCC microstructure without compromising on simplicity as it only consists 

of two elements.  

This project investigates the effect of SFE on the deformation mechanics of three materials: SS316, 

INVAR and pure nickel. The influence of SFE was used as a method of comparing the strain 

measurement capabilities of aggregate HR-DIC to neutron diffraction. Historically, HR-DIC has been 

used to relate strain data to specific microstructural components, whereas neutron diffraction is a 

well-researched technique for providing bulk strain data for distinct grain orientations within a 

specimen. To extend the HR-DIC technique to investigate the aggregate strain data, 2 mm by 2 mm 

EBSD maps were superimposed on DIC data. To compare these results to neutron diffraction, the 
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EBSD maps were segmented into the same orientation subsets recorded by the neutron diffraction 

experiments. As neutron diffraction records elastic strain, whereas DIC records both elastic and 

plastic strain, post-mortem EBSD misorientation analysis was used to determine plastic strains 

within the neutron diffraction specimens. Further verification of these techniques came from the 

elastic-plastic self-consistent (EPSC) model which models elastic and plastic deformation.  

1.2. Aim and Objectives 

When testing alloys in safety-critical environment it is essential to predict failure. Failure can 

originate from strains at all length scales, therefore grain-scale strain measurements are important 

to yield an accurate prediction. Neutron diffraction is a well-established technique in measuring 

grain-scale strains on a bulk scale. However, this technique is only available at a limited number of 

national facilities and can be costly to perform. HR-DIC is another grain-scale strain measurement 

technique that in previous studies (15,20–22) has been used to relate strain concentrations to 

microstructural features of a material's surface, but relating these strains to the bulk of the material 

has not been explored. This project aims to collect aggregate strain data using HR-DIC and to assess 

to what extent the results are comparative to neutron diffraction. To achieve this, the following 

steps were implemented: 

• Directly compare stress-strain data collected through HR-DIC to that of neutron diffraction 

for three samples with different SFE. 

• Compare the EPSC model to both neutron data and HR-DIC as a method of corroborating the 

experimental data. 

• Study EBSD metrics to determine whether the onset of plastic deformation can be 

determined and whether this aligns with the onset of plastic deformation in the in situ 

neutron diffraction results. 

• HR-DIC is used to investigate the influence of SFE on deformation mechanics as it is a well-

verified fundamental phenomenon. 

1.3. Outline of the Thesis 

This thesis will begin by discussing the relevant literature to this project. This includes the 

mechanisms of deformation that occur in single crystals which are used as a vehicle for describing 

polycrystalline deformation. In addition, this project utilises the phenomenon of the influence of 

stacking fault energy on deformation, therefore, this will be covered within this section. The 

literature review also includes a discussion of different deformation models as the elastoplastic self-

consistent model (EPSC) is used in this project as a method of corroborating the experimental data. 
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Strain measurement techniques play a significant role in this project and therefore will be covered in 

detail within this section. Three original results chapters follow, which include the methodology, 

results and discussion which are relevant to the techniques used in each section. The first results 

chapter shows the results of the in situ neutron diffraction tensile test experiments with the 

complimentary EPSC model results presenting the influence of SFE on deformation behaviour. The 

second chapter presents the EBSD metrics performed on the spent neutron diffraction tensile test 

specimens, showing the accumulation of plastic strain. The third chapter presents the results of the 

in situ HR-DIC tensile tests for the SFE tests. The dissertation ends with a synoptic discussion and 

conclusions chapter where the key findings of the PhD project are reiterated, this is followed by a 

future work chapter which includes notes on how future projects could further investigate aggregate 

HR-DIC data.  
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2. Literature Review 

2.1. Overview 

The primary aim of this thesis is to investigate and evaluate the aggregate strain data collected using 

HRDIC on a large area of the surface of a material. This literature review will therefore first cover the 

fundamentals of deformation mechanics for both single-crystal and polycrystalline metals. It will also 

include an explanation of the primary fundamental phenomena used in this thesis (the influence of 

stacking fault energy on deformation mechanics) as a method of testing HR-DIC’s effectiveness. 

Following this, the theory behind EBSD will be discussed in addition to how it is used to characterise 

the crystallographic structure of metals and alloys. Then, techniques for modelling polycrystalline 

deformation are discussed and compared. Finally, this chapter will review the experimental methods 

used for measuring strain in polycrystals.  

2.2. Crystallographic Structure 

In 1912, Max Laue presented the first observation, which was produced by his colleagues Walter 

Friedrich and Paul Knipping (23), of the diffraction of X-rays by a crystal (24) – the mineral zinc 

sulphide (ZnS). Laue and his colleagues had taken the ZnS X-ray pattern and assumed that the X-ray 

source was polychromatic (comprising of six or seven distinct wavelengths) and that structure 

consisted of a three-dimensional structure of tiny cubes, with zinc and sulphur occupying alternate 

corners (24). Later that year, Lawrence Bragg made two important proposals about Laue’s work 

which explained the ellipsoidal shape of some of the diffraction spots and how some spots had 

different intensities (25). Firstly, Bragg suggested that Laue’s results arose from the reflection of a 

continuous range of X-rays wavelengths by planes of atoms within the crystal, this interpretation led 

to Bragg’s law of diffraction (further discussion can be found in section 2.4.1). Secondly, Laue’s 

diffraction patterns of ZnS were characteristic of structures where atoms are present in the centre of 

the faces of each cube and not only at the edges – a face-centred lattice (24).  

Solid crystalline material is one in which the atoms are situated in a repeating or periodic array over 

large atomic distances (26). Some of the properties of crystalline solids depend on the crystal 

structure of the material and therefore are influenced by the way atoms, ions and molecules are 

spatially arranged (26). Thus, the crystalline structure of the material influences the fundamental 

mechanical properties of the material. In metallic crystal structures, the unit cell is the smallest 

repeating unit within the crystal which has the full symmetry of the entire crystal structure (27). 

These unit cells repeat throughout the structure and form the building blocks of the crystallographic 
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structure. Examples of common metallic unit cells are the face-centred cubic (FCC), the body-centred 

cubic (BCC) and the hexagonal close-packed (HCP) which can be seen in Figure 2.1. The lengths of 

the principal axes, or edges, and the angles between them are defined as the cell parameters. 

 

 

Figure 2.1: Schematic of some of the common unit cells for metallic crystalline structure (a) face-centred cubic (FCC), (b) 

body-centred cubic (BCC), and (c) hexagonal close-packed (HCP). 

2.2.1. Defects 

All crystal structures contain large numbers of various defects or imperfections (26). Defects can 

locally disrupt the regular arrangement of the atoms (28). They come in the form of point, line, 

planar, or volume defects, and these significantly modify the properties of crystalline solids.  

2.2.1.1. Dislocations 

Dislocations are line defects and are an important class of defects that impact the mechanical 

properties of crystalline solids. A dislocation is defined as a linear crystallographic defect within a 

crystal structure which contains an abrupt change in the arrangement of atoms (26). Dislocations 

can be of edge type, screw type or a mixture of these types (28). A schematic of an edge dislocation 

can be found in Figure 2.2. Once an external shear load is applied, edge dislocations will move 

parallel to the direction of the shear stress while screw dislocations will move in a direction that is 

perpendicular to it.  

 

Figure 2.2: Two- dimensional schematic of an edge dislocation and its effect on the neighbouring atoms. 
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At stress levels significantly lower than the stress required to break a bond, dislocations can move to 

allow atoms to slide over each other, known as slip. The crystalline order is restored on either side of 

the dislocation but the atoms on one side have moved by one position. A partial dislocation forms 

when the crystalline order is not fully restored, this leaves behind a stacking fault in the crystalline 

structure.  

2.2.1.2. Stacking Faults  

Stacking faults are planar defects that occur in crystalline materials (26). As crystalline materials 

consist of repeating patterns of layers of atoms, errors can occur in the sequencing of these layers 

and are known as stacking faults. The most common stacking fault examples are found in close-

packed crystal structures, such as face-centred cubic (FCC) with a stacking order ABCABCABC and a 

hexagonal close-packed (HCP) structure with the stacking order ABABABAB. Both FCC and HCP have 

the same beginning pattern of AB but there are two close-packed positions for the third row, this is 

either A again or C. Therefore, a stacking fault can reflect a local deviation from one of the close-

packed stacking sequences to the other one. This is shown in Figure 2.3, with a perfect FCC crystal 

(a) with a sequence ABCABCABC and a stacking fault (b), which has the sequence ABCABABCA. 

Usually, only one- two- or three-layer interruptions in the stacking sequence are referred to as 

stacking faults. Stacking faults are in a higher energy state than the regular arrangement of atoms 

and can be quantified by the formation enthalpy per unit area called stacking fault energy.  

 

Figure 2.3: Diagram showing (a) a perfect FCC crystal without a stacking fault and (b) a crystal which contains a stacking 
fault. 

 

The width of a stacking fault is determined by the balance between the repulsive force between two 

partial dislocations and the attractive force due to surface tension. The equilibrium width of a 

stacking fault is determined by the stacking fault energy (SFE). The SFE is an intrinsic mechanical 

(a) (b) 
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property which influences the mechanisms of deformation (19). When the SFE of a metal or allow is 

high, the dissociation of a perfect dislocation into two partial dislocations is unlikely, therefore they 

deform by dislocation glide or cross-sip. Whereas, for low SFE materials are more likely to twin and 

create partial dislocations (29), this is because low SFE materials have wider stacking faults making it 

more difficult for the material to cross-slip. Additionally, due to the difference in deformation 

mechanics, materials with a low SFE also tend to experience work hardening following yield, 

whereas high SFE materials do not experience this (30). Kang et al. (31) studied the influence of 

adding Al in high-manganese twinning-induced plasticity (TWIP) steels, here it was seen that, by 

increasing Al from 0 wt.% to 2 wt.%, the SFE increased from 17 mJ/m² to 37 mJ/ m². Figure 2.4 shows 

the influence that this increase in SFE had on the deformation behaviour, from the stress-strain 

curves the 2% Al specimen shows lower tensile strength and work hardening with no serration 

compared to the 0% Al specimen. Furthermore, the 0% Al specimen shows there to be more twin 

formation than the 2% Al specimen, which is to be expected of materials with low SFE. Austenitic 

stainless steels, such as stainless steel 316, typically have low-to-moderate SFE values (32), whereas 

pure metals such as nickel have a high SFE, examples of SFE values can be found in Table 2.1 (33). 

 

 

Figure 2.4: (a) Stress-strain curve for 0 (low SFE) and 2 (high SFE) wt.% Al TWIP steels and (b) Lattice strains of the (111) and 
(222) diffractions (The error bar is smaller than the symbol size) (31).  

 

B 
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Table 2.1: Examples of SFE values for FCC metals. 

Metal Stacking Fault Energy (mJ/m²) 

Brass <10 (33) 

Stainless Steel <10 (33) 

Fe-Ni alloys (e.g., INVAR) ∼15 to 60 (34) 

Cu ~90 (33) 

Ni ~200 (33) 

Al ~250 (33) 

 

2.3. Deformation in FCC Metals 

Deformation of a material refers to the modification of the shape of a body due to the application of 

an external load. Upon application of increasing uniaxial load, polycrystalline materials undergo 

elastic deformation followed by plastic deformation. If material is deformed within the elastic 

region, the atoms in the crystalline structure will return to their original positions once the load is 

removed. However, plastic deformation causes the bonds between atoms to stretch and the lattice 

planes to shear. For lattice planes to shear, dislocation movement is needed which requires the 

breaking and joining of atomic bonds. Therefore, once the load is removed, the material cannot go 

back to its original shape. 

Although this project looks solely at polycrystalline metals and alloys, to understand the influence of 

deformation on these materials, it is first important to understand single-crystal mechanical 

behaviour. This is because polycrystalline deformation behaviour is a complex combination of all 

individual grain behaviours, and at the grain scale, this is essentially a series of constrained single 

crystals.  

2.3.1. Single-Crystal Deformation Mechanics 

When an external load is applied to a metal, the spacings between lattice planes within the 

crystalline structure get stretched or compressed and elastic deformation occurs. When the load 

surpasses the stress needed to permit parallel lattice planes to slip over one another, causing 

permanent plastic deformation, the yield point has been reached. If the stress required to cause slip 

is high, twinning might occur as a mechanism that facilities straining. Twinning is essentially another 

type of plastic deformation; this is often seen in FCC materials with low stacking fault energies where 

slip is less favourable.  

Slip occurs by the movement of dislocations in the crystalline structure, this can only happen when 

the shear stress in the slip direction exceeds the critical resolved shear stress (CRSS). The CRSS, 𝜏𝐶 , is 

the stress above which dislocations can move within the slip plane and this can be determined by 
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using Schmid’s law (35). Figure 2.5 shows a schematic diagram of plastic deformation caused by slip, 

this diagram shows two sets of orthogonal axes 𝑋 (1, 2 and 3) and 𝑋′ (1′, 2′ and 3′). The 𝑋 set of 

orthogonal axes gives the external reference frame in which the components of stress σij are 

specified, whereas 𝑋′ is chosen so the 1′ is parallel to the slip direction b and 3′ is parallel to the slip 

plane normal, n. This means slip will occur when 

 𝜎′13 = 𝜏𝐶  (2-1) 

where 𝜎′𝑖𝑗 is the stress tensor in the X′ reference frame. Following the tensor transformation law 

(36), 

 
𝜎′13 = 𝛼1𝑖𝛼3𝑗𝜎𝑖𝑗, (2-2) 

where 𝛼𝑖𝑗  is the direction cosine between the 𝑖′ and 𝑗′ axes. To express the unit vectors b and n in 

the 𝑋 system you get, 

 
𝑏𝑖 = 𝛼1𝑖,    𝑛𝑗 = 𝛼3𝑗, (2-3) 

So, Schmid’s Law is written as 

 
𝑏𝑖𝑛𝑗𝜎𝑖𝑗 = 𝜏𝐶  (2-4) 

Using the symmetry of the stress tensor, this can also be written as 

 𝜏𝐶 = 𝑏𝑖𝑛𝑗𝜎𝑖𝑗 

= 
1

2
(𝑏𝑖𝑛𝑗 + 𝑏𝑗𝑛𝑖)𝜎𝑖𝑗  

≡ 𝛼𝑖𝑗𝜎𝑖𝑗 

(2-5) 

 

where the symmetric tensor 𝛼𝑖𝑗  is called the Schmid tensor. 

For a uniaxial load along the 3-axis, only the 𝜎33 component of stress is non-zero. In this case, 

Schmid’s law can be written as, 

 

𝜏𝐶 = 𝜎33 cos𝜙 cos𝜆 ≡ 𝑚𝜎33 
(2-6) 
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where cos𝜙 and cos 𝜆 are the direction cosines between the tensile axis and the slip direction and 

the slip plane normal respectively. The slip system which initiates at the lowest tensile yield stress is 

that with the highest Schmid factor, 𝑚. 

 

Figure 2.5: Schematic illustrating the formulation of Schmid’s law (diagram modified from reference (37). 

The shear stress required to move a dislocation decreases as the spacing between lattice planes 

increases. (38). Therefore, slip occurs within the closest packed planes as they have the highest 

inter-planar spacing (37). This means the crystal planes in which slip occurs are parallel to each other 

and well-defined; the direction of slip within these planes is also consistent. The combination of the 

slip plane and the slip direction gives the slip system. For FCC crystals, the close-packed direction 

within the unit cell is found along the diagonals of each face, meaning the preferred slip systems are 

the twelve {111} <110> systems. When applying an external load to a single crystal of FCC structured 

material, the shear stress will increase in each of the available slip systems, until the CRSS is reached 

in one of the systems. The system with the highest Schmid factor will activate first. This is the first 

system for slip to occur, but if the load is increased further other slip systems may activate.  
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2.3.2. Polycrystalline Deformation Mechanics 

Polycrystalline materials are essentially an aggregate of single crystals with various crystallographic 

orientations. Polycrystals are made up of grains, within which the orientation of the crystallographic 

texture is relatively constant; the interface that separates adjoining grains of different 

crystallographic orientations is known as the grain boundary (26). Due to the presence of grains, 

polycrystals have the intrinsic property known as texture (39). This is determined by the percentage 

of grains which are aligned within a given orientation. For a polycrystal where all grains are perfectly 

random, the texture will be zero, but if the material has a preferred orientation a weak, moderate, 

or strong texture could be present.  

In addition to slip (discussed in section 2.3.1), polycrystalline FCC materials can deform by twinning. 

However, unlike dislocation slip-controlled plasticity which is understood in great detail, twinning is 

understood to a lesser extent, particularly its impact on work hardening (40) and as a result is the 

focus of much research in recent years. Twins occur when there are not enough slip systems to 

accommodate deformation or when the material has a low SFE due to dislocation mobility 

decreasing as SFE decreases. When a material undergoes twinning during deformation, localised 

stress concentrations can form.  

As with Elastic deformation in single crystals, deformation is highly dependent on the orientation of 

the crystalline structure concerning its loading axis, this can be seen by considering Schmid’s law 

(Figure 2.5). Hence, for polycrystalline structures, elastic deformation is likely to be occurring at 

different rates dependent on the individual grain's crystallographic orientation.  Grains do not 

usually come apart or open up even when subjected to an external load, therefore, they are strongly 

constrained to the shape assumed by their neighbours (26). With an increasing external applied 

load, plastic deformation mechanisms, such as slip or twinning, may begin to occur in grains which 

are orientated favourably whereas others may continue to deform elastically. Figure 2.6 shows a 

schematic of the localised variations in strain caused by the loading of a randomly orientated 

polycrystalline microstructure (41), even as the overall macroscale stress (𝜎𝐼) remain constant 

throughout the material, fluctuations occur on the microscale due to the variations in the 

intergranular (𝜎𝐼𝐼) and intragranular (𝜎𝐼𝐼𝐼) stresses. This anisotropy in deformation can lead to 

intergranular strains resulting in residual stresses (41), which can potentially lead to failure occurring 

prematurely (2).  
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Figure 2.6: A Schematic of a randomly orientated polycrystalline microstructure which highlights the localised variations in 

micro strains at different length scales (on the macroscale (𝜎𝐼), intergranularly (𝜎𝐼𝐼) and intragranularly (𝜎𝐼𝐼𝐼)) (41). 

Like the Schmid factor for single crystals, the Taylor factor can be used to predict deformation in 

polycrystalline materials. The Taylor factor differs from the Schmid factor as it uses an isostrain 

assumption (strain assumed to be constant throughout), whereas the Schmid factor is based on the 

isostress assumption (stress assumed to be constant throughout) (42). The Taylor factor of a grain is 

a prediction of the amount of work required to deform that grain. As all grains are assumed to be 

under the same strain, a higher Taylor factor indicates that a greater amount of work should be 

necessary to deform that grain (21,43,44). 

2.3.3. Summary 

The complexity of polycrystalline deformation arises from the microstructure essentially consisting 

of many constrained single crystals, this results in several governing factors leading to the stress 

state of a given grain within the polycrystalline structure. The factors include the elastic strain of the 

grain, the Schmid factor of the grain, and the elastic and plastic anisotropy between the grain in 

question and its neighbours. 

2.4. Microstructural Features Analysis 

A key part of understanding a crystalline material, and how it will respond to an applied load, is 

determining its microstructure. Various techniques can be used to characterise the microstructure 

including x-ray diffraction (XRD) (45), neutron diffraction and/or electron diffraction in a 

transmission electron microscope (TEM) (46), spatially resolved acoustic spectroscopy (SRAS) (47) 

and electron backscatter diffraction (EBSD) (15,48) in a scanning electron microscope (SEM). The 

choice of which technique to choose depends on numerous factors, including spatial resolution, 

area/volume analysed, and whether the measurements are static or dynamic.   
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This project will use EBSD, which is a technique that can be used to analyse crystalline 

microstructures. EBSD can provide information about the structure, crystal orientation, phase, or 

strain in the material. Metallurgists have widely adopted EBSD due to the accessibility of SEMs, the 

speed of data acquisition, the ease of sample preparation and its ability to produce complementary 

information about the microstructure on a submicron scale (48,49).An SEM uses a focused electron 

beam which scatters off the surface of a specimen producing four different types of electrons; x-

rays, secondary electrons, backscattered electrons and auger electrons (1). Generally, secondary 

electrons are used for imaging the surface of a specimen whereas backscattered electrons are used 

for analysing the crystallographic structure (1).  

2.4.1. EBSD Working Principles 

This section will briefly discuss the basic working principles of EBSD, more detail can be found in the 

following literature (48,50–52). EBSD analysis uses Bragg’s law of diffraction, which is shown in 

Equation (2-7). When an incident electron beam interacts with an array of atoms in a 

crystallographic material, scattering happens in all directions forming wave fields. These wave fields 

interfere causing constructive interference when Braggs law is satisfied.  

 𝜆 = 2𝑑ℎ𝑘𝑙 𝑠𝑖𝑛 𝜃ℎ𝑘𝑙 (2-7) 

Where 𝜆 is the wavelength of the incident beam, 𝑑ℎ𝑘𝑙 is the inter-planar spacing between lattice 

planes and 𝜃ℎ𝑘𝑙 is the angle of incidence of the beam (see Figure 2.7). 

 

Figure 2.7: Schematic diagram showing Bragg's Law of Diffraction 

EBSD analysis utilises Bragg’s law of diffraction to produce EBSD patterns. These patterns are known 

as Kikuchi patterns (53) and are generated by backscatter diffraction of a stationary beam of high-

energy electrons. The Kikuchi patterns are directly related to the orientations of the reflecting 

lattice. When an electron beam enters a crystalline solid, the electrons are scattered in all directions 

meaning that some of the electrons will arrive at each lattice plane at Bragg’s angle (50). The 

electrons which arrive at Bragg’s angle produce a strong, reinforced beam which yields the Kikuchi 
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bands. The patterns appear as a regular arrangement of parallel bands or lines on a continuous 

background, which can be seen in Figure 2.8 (49). 

 

Figure 2.8: Backscatter Kikuchi pattern of Type 316H austenitic stainless steel at 20keV (49). 

EBSD detectors use a phosphor screen to capture Kikuchi patterns which are located within the 

vacuum chamber of an SEM (54). The phosphor screen then transmits the Kikuchi pattern to a 

camera (52), which typically uses a charge-couple device (CCD) as a sensor. To analyse the output 

patterns, a computer and dedicated software are used (52). Typically, samples are mounted at a 70° 

angle to the electron beam inside the SEM chamber, which optimises both the contrast in the 

diffracted pattern and the percentage of electrons which are scattered from the sample. A 

schematic of the principal units required for electron backscatter diffraction can be found in Figure 

2.9. The process uses an electron beam to scan the surface of the material, taking point-by-point 

measurements, and producing Kikuchi patterns at each point. A database is used to preselect the 

material and unit cell structure before the acquisition, the diffraction patterns collected at each 

point are compared to the diffraction pattern data in the database, and from this the orientation can 

be determined at each point.  
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Figure 2.9: Schematic of principal components of electron backscatter diffraction observation (48). 

EBSD maps of lattice orientation can be produced by scanning the surface of a material and 

collecting EBSD patterns at defined intervals, these are then interpreted by the EBSD software to 

identify the distinct change in crystallographic orientation which indicates a grain boundary, for 

example, a difference greater than 15 degrees. These EBSD maps can show the size and orientation 

of the individual surface grains. The resolution of the EBSD map produced is dependent on the 

spacing between each point measurement made in a square or hexagonal grid (55), this is known as 

the step size. Fractionally smaller changes in the crystallographic orientation are typically equated to 

fluctuations in plasticity within the grain.  

2.4.1.1. Effect of strain on EBSD patterns 

Grains are typically described as a region in which the orientation is constant, however in reality the 

orientation can vary in a continuous or discontinuous manner. This variation of orientation within a 

grain is known as orientation perturbation, spread or gradient. When these perturbations occur 

close to interfaces and deformed structures, they can echo the distribution of strain (50). These 

regions of strain cause local stress concentrations which affect EBSD patterns (48,51). The impact of 

these changes can be used to determine the strain, this method will be discussed in section 2.6.1.1.  
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Elastic strain 

The uniaxial elastic strain of a single crystal can cause a change in one of the cell parameters which 

results in a shift in the pattern in one of the zone axis directions along with a change in the 

separation of the diffraction lines (see Figure 2.10) (51). However, recorded elastic strain in most 

real materials is very small, equivalent to a shift of only one or two pixels in the zone axis positions in 

the diffraction patterns. Additionally, if the crystal bends during elastic deformation, the pattern 

quality will further degrade (51). This makes it difficult to measure elastic strain using EBSD as the 

changes in the diffraction pattern are substantially small.  

 

Figure 2.10 A crystal lattice which has been strained to 11% uniaxially in the horizontal direction and a schematic overlay of 

the patterns with strain (red) and without (black) (51). 

Plastic Strain 

Plastic strain can degrade the quality of diffraction patterns, this is why it is crucial to prepare the 

sample surfaces correctly to produce accurate EBSD data (51,56). An example of the effect of plastic 

deformation on the diffraction patterns can be found in Figure 2.11 (51). During plastic deformation, 

the distortions in the crystal lattice are relieved by the formation of dislocations and twins. 

Dislocations can be categorised into two groups (48). The first is statistically stored dislocations, 

where there is a region within the material which has a high dislocation density but a net Burgers 

vector of zero. The diffraction patterns from this region are degraded due to the local perturbations 

of the diffracting lattice planes leading to incoherent scattering (see Figure 2.12). The second is 

geometrically necessary dislocations (GNDs), which have a non-zero Burgers vector sum 

representing the excess dislocations stored within a Burger’s circuit and contribute to a change in 

the crystallographic orientation i.e., lattice curvature. The quality of patterns generated from this 

region of the sample is degraded as they are a superposition of many patterns due to lattice 

bending. As GNDs result in lattice curvature, local misorientations can be recorded using EBSD 

analysis, these misorientations correlate to plastic strain. Whereas statistically stored dislocations 

cannot be measured using EBSD as they will not result in a misorientation of the lattice.  
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Figure 2.11: EBSD pattern from (a) a well-prepared surface and from (b) a poorly prepared surface of zirconium (51).  

 

Figure 2.12 Diagram showing the effect of two opposing edge dislocations on the crystal lattice leading to a degraded 

lattice pattern (51). 

  

2.5. Modelling polycrystalline deformation 

As discussed in section 2.3.2, polycrystalline deformation is far more complex than single-crystal 

deformation and so has been difficult to quantify deformation on the microscale using experimental 

techniques. Therefore, historically modelling methods have been utilised to predict mechanical 

failure in polycrystals. Simplistic models such as Sachs (57), Taylor (43) and Bishop-Hill (58–60) are 

not able to consider elastic anisotropy (10). However, more complex models such as self-consistent 

and crystal plasticity finite element method (CPFEM) models can consider the anisotropy of elastic 

deformation.  

The earliest model proposed for polycrystal plasticity was by Sachs (57), who proposed that the 

tensile yield stress of the polycrystal is the average of the constituent single-crystal yield stresses. 

Therefore, an averaging equation was used to produce the yield stress, 𝜎𝑦, (Equation (2-8)). 
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 𝜎𝑦 = 〈1 𝑚⁄ 〉𝜏𝑐 
(2-8) 

Where 𝑚 refers to the highest Schmid factor in each grain and 𝜏𝑐 is the critically resolved shear 

stress (CRSS) and is assumed the same in all systems. The Sachs model acts under the assumption 

that stress is partitioned among grains in proportion to their yield stress (37). The equation also 

implicitly assumes that slip occurs only in one slip system, which leads to incompatibility between 

grains.  

In 1938 Taylor (43) proposed a model which would satisfy the compatibility requirement between 

grains (37). This was achieved by assuming the plastic strain, in contrast to the stress used in the 

Sachs model, was the same in all grains. The Sachs model can be used to produce a lower bound for 

the yield stress and the Taylor model can provide an upper bound (37). Bishop and Hill used a 

different method but reached similar outcomes to that of the Taylor model. 

As this project studies polycrystalline deformation, it is important to select a model which considers 

anisotropic deformation. As the Schmid, Taylor, and Bishop and Hill do not consider anisotropic 

deformation, these have not been used in this project. Two models which do consider anisotropic 

deformation are the crystal plasticity finite element method (CPFEM) and self-consistent models, 

therefore, these models will be discussed in greater detail in the following sections.  

2.5.1. Crystal Plasticity Finite Element Method 

The CPFEM is a method of modelling polycrystalline deformation. The finite element (FE) method 

divides a complicated body with imposed constraints into smaller elements which are more readily 

evaluated. The size and number of these elements can be selected to model a polycrystalline 

microstructure. For CPFEM, each grain is presented as a ‘brick’ with the same crystallographic 

orientation throughout. CPFEM can simulate the strain information for near neighbour interactions 

by modelling the effect of different neighbouring environments on a specific grain with a given 

crystallographic orientation or size.  

Dawson et al. (61) compared CPFEM predictions of the formation of intergranular strain in HY100, a 

polycrystalline low alloy steel, to the experimental measurements collected by using ex situ neutron 

diffraction tensile testing. The model used in this paper assumed each grain to be a 3D cubic shape 

with eight nodes and six neighbours. The CPFEM simulations were in reasonable agreement with the 

experimental results and captured the main trends of the average lattice strain, however, typically 

the models over-predicted the lattice strain in the transverse direction. This was thought to be 

caused by the model lacking single-crystal grain deformation anisotropy. Dawson et al. (62) also used 
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the CPFEM to compare the strain formation within an aluminium-magnesium alloy (AA-5182) where 

the results were used to show that the single crystal anisotropy within the AA-5182 was higher than 

that in aluminium. Dawson showed that by increasing the number of mesh elements, better 

statistical averages of lattice strains were achieved. However, the run time of the simulation was 

drastically increased with the greater number of elements. Da Fonseca et al. (63) used CPFEM to 

model two specimens of steel, one with a grain size of 80 µm and the other 350 µm. The results of 

the CPFEM models for the loading direction lattice strains are shown in Figure 2.13, this shows that 

the model usually captures the general trend of the lattice strains, however, in both samples it over-

predicts the 110- orientation response. It was also found that the grain size did not have a significant 

impact on the development of intergranular stresses in the steel specimens. Guan et al. (22) 

compared HR-DIC data to CPFEM analysis to study slip activation and strain location in single and 

oligo-crystal Ni alloys under fatigue load. The CPFEM model showed to be in reasonable agreement 

with the HR-DIC data for the accumulated effect of plastic strain, however above nine load cycles the 

model and experimental HR-DIC data deviated. This was thought to occur because there are large 

amounts of deformation following this number of load cycles and the model is not able to consider 

cross-slip and latent hardening because each grain is modelled as a distinct region (22). This implies 

the model is more successful in the case of modelling uniaxial load as opposed to cyclic loading.  

 

Figure 2.13: Mean (h k l) family lattice strain evolution in the loading direction for steel specimens with a grain size of 80 um 
(left) and 350 um (right), here the CPFEM modelled data is shown as lines (63). 
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2.5.2. Self-Consistent Modelling 

Self-consistent models of polycrystals use the Eshelby approach (64) which involves treating each 

“grain” as an ellipsoidal inclusion within a homogenous medium, a schematic illustration can be 

found in Figure 2.14. Assuming the grain is an ellipsoidal shape, allows the stress to be uniform 

within the grain, the details of this can be found in Eshelby’s paper (64). The homogenous medium 

encasing the inclusion is used to reflect the average stress-strain behaviour of the material. The size 

and shape of the ellipsoidal inclusion can be altered to reflect the dimensions of the grains within 

the polycrystalline material.  This can be achieved by inputting an initial texture file into the code, 

which can be obtained by performing EBSD analysis on a sample of the material being modelled.  

 

Figure 2.14 Schematic illustration of an ellipsoidal, stiff anisotropic inclusion in a homogenous equivalent medium. Where 

stiffnesses are denoted 𝐸 and strains 𝜀. The strain field in the inclusion is constant, and regions of additional compressive 

(𝐶) and tensile (𝑇) are shown. The strain at infinity in the medium, 𝜀 ,̅ is equal to the average over all grains. (41) 

2.5.2.1. The Voce Hardening Function 

The Voce hardening function used by both the self-consistent modelling approaches is shown in 

Equation (2-9) (9). The hardening model predicts the evolution of stress due to accumulated shear 

strain within each grain.  

 
𝜏 =  𝜏0 + (𝜏1 + 𝜃1𝐺) (1 − 𝑒𝑥𝑝 [

𝜃0𝐺

𝜏1
]) 

(2-9) 

 

where G is the accumulated shear strain in the grain,  τ0 is initial critically resolved shear stress 

(CRSS), θ0 is the initial hardening rate, θ1 is the asymptotic hardening rate, (τ0 + τ1) is the back 

extrapolated CRSS. This equation finds the crystallographic shear flow stress τ. This equation 

essentially finds the resistance to activation that the deformation modes experience, where the 
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threshold value is given by τ0, this usually increases with deformation due to strain hardening, this 

follows the modified Voce law. 

2.5.2.2. Elasto-Plastic Self-Consistent Model 

The elastic-plastic self-consistent (EPSC) model is a computer code written in FORTRAN-77, which 

simulates the thermo-mechanical deformation of polycrystalline aggregates (65). Elasto-plastic is the 

mechanical regime addressed and self-consistent refers to the approach used. The formalism is 

based on the work of Hill (66,67) and Hutchinson (68) who studied the elastic stresses and strains 

which develop within the grains that form the polycrystalline aggregate to compensate for the 

elastic and plastic deformation. This section will discuss the basic methods used in the model, 

however, further detail can be found in the EPSC user manual (65).   

The EPSC uses the Eshelby equivalent inclusion formalism, which solves the elastic problem of the 

stress and strain within an ellipsoidal inclusion that is embedded within an infinite homogenous 

medium which has different elastic constants, during the application of uniform stress (65). Although 

the Eshelby equivalent inclusion formalism is an elastic problem it can be extended to the plastic 

regime by expressing the solution in incremental (or rate) form and introducing the concept of 

instantaneous modulus which is related to the stress rate �̇�  to the total (elastic + plastic) strain rate 

�̇�  (65), this can be found in equation (2-10). 

 σ̇ = 𝐋 𝜖̇  
(2-10) 

Where 𝐋 is the overall instantaneous elasto-plastic stiffness tensor. Similarly, for any given grain, the 

constitutive relation can be written as 

 �̇�𝐶 = 𝐿𝐶𝜖̇𝐶 
(2-11) 

Where the superscript denotes that a tensor refers to the grain with index C. The grain modulus 𝐿𝑐 is 

dependent on the orientation of the grain, the single crystal elastic constants, and the level of 

deformation within the grain. To relate the individual grain to the bulk average the following 

equation can be used 

 (�̇�𝐶 − �̇�  )  = −𝐿∗: ( 𝜖̇𝐶 − 𝜖̇) 
(2-12) 

Where 𝐋∗ is the effective stiffness and is given by 
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 L∗  = 𝐋 : (𝐒−1 − 𝐈) 
(2-13) 

𝐒  is the elasto-plastic Eshelby tensor, and 𝐈 is the fourth-order identity tensor. By combining 

equations (2-10), (2-11) and (2-12) a localisation tensor, 𝐀C, is defined as 

 𝐀C  = (LC + 𝐋∗)
−1

: (𝐋 + 𝐋∗) 
(2-14) 

with the property, 

 𝜖̇𝐶 = 𝐀𝐂 ∶ 𝜖̇ 
(2-15) 

If all grains are assumed to have the same ellipsoidal shape and orientation, then 𝐒 is the same for 

all grains and, therefore, 𝐋∗ is the same for all grains. The conditions of self-consistency require that 

the weighted averages, 〈 〉, of stress rate and strain rate equal the macroscopic magnitudes of the 

stress and strain rate of the aggregate, meaning  

  𝜖̇ = 〈𝜖̇𝐶〉 and �̇�   = 〈�̇�𝐶〉 

 

(2-16) 

This leads to the expression for the macroscopic elasto-plastic stiffness, 𝐿,  

 𝐿 = 〈(LC + L∗)
−1

〉−1 〈(LC 
+ L∗)

−1
LC〉 

(2-17) 

The EPSC model has been used in literature to simulate neutron diffraction tests. Daymond and 

Bouchard (9) compared neutron diffraction data to EPSC models for 316H stainless steel at a range 

of temperatures to examine changes in intergranular plastic strain behaviour as a function of 

temperature. The results of the room temperature, 425 °C, and 650 °C neutron diffraction lattice 

strain data and the EPSC model in the loading direction can be found in Figure 2.15. The model was 

found to be in reasonable agreement up to a temperature of 425 °C, however, at higher 

temperatures, there was seen to be greater strain recorded experimentally than the EPSC model 

predicted. The difference between the model and the experimental data at the higher temperature 

is suggested to be caused by the non-diffracting parts i.e., the grain boundaries relaxing and forcing 

additional tensile load onto the crystalline parts or to nonequilibrium effects.  
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Figure 2.15: Lattice strain data for 316H stainless steel showing the 111, 311 and 200 grain orientation subsets in the 
loading direction where the points show the experimental data based on single peak fit and the lines show the results of the 

EPSC model at (a) room temperature, (b) 425 °C and (c) 650 °C (9). 

 

Pang et al. (69) used the EPSC model to simulate neutron diffraction to study the generation of 

intergranular strains in 309H stainless steel under uniaxial loading. It was found that the model 

tended to overestimate the intergranular strains in the transverse direction to the tensile axis. Pang 

et al. (70) used the EPSC model to study the parallel and transverse intergranular strains of the 

Al7050 alloy. The model agreed with the experimental neutron diffraction, however, was also seen 

to overestimate the magnitude of intergranular strains. Korsunsky et al. (71) used the EPSC model 

and neutron diffraction measurements to asses polycrystalline fatigue. The cyclic response of both 

the 111 and the 200-orientation subsets of grains recorded by the neutron diffraction 

measurements was accurately reflected in the EPSC predictions. Neil et al. (13) used the EPSC model 

and neutron diffraction to study the lattice strains in both copper and stainless steel, the model 

accurately predicted the behaviour of the longitudinal lattice strains but was found to be less 

satisfactory at predicting the behaviour of the transverse lattice strains.  

Francis et al. (72) used the addition of post-mortem STEM analysis to the EPSC model and neutron 

diffraction analysis as a method of verifying the results of the tests for a polycrystalline nickel-based 

(a) 

(b) (c) 
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superalloy, Waspaloy. The fine microstructure showed that the crystalline structure and the 

precipitate deformed jointly (Figure 2.16), whereas for the medium and course microstructures a 

load transfer occured between  and ′ (Figure 2.17). STEM analysis confirmed this by showing the 

same slip system is active for both the  and ′ in the fine structure, however, in the medium and 

course ′ microstructure stacking faults are restricted to the ′ phase.  

 

Figure 2.16: The measured and modelled elastic lattice strain in the (200) and (220)  grain and ′ precipitation families for 

the fine ′ microstructure. Modelled results are presented as lines, while experimental data are presented as points. The 
horizontal dashed line indicates the onset of plastic deformation (72). 
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Figure 2.17: The measured and modelled elastic lattice strain in the (200) and (220)  grain and ′ precipitation families for 

the (a) medium ′ microstructure and (b) coarse ′ microstructure. Modelled results are presented as lines, while 
experimental data are presented as points. The horizontal dashed line indicates the onset of plastic deformation (72). 

 

One limitation of the EPSC model is that it is unable to sufficiently account for grain size dependency 

on yield stress (37). The Hall-Petch relationship states that the yield stress is linearly related to the 

inverse square root of the grain size. This is caused by dislocation pile-ups caused by deformation. 

For large grains, the dislocation pile-ups are longer and cause greater stress concentrations which 

can cause yield to occur at a lower applied stress. As the EPSC is independent of scale it cannot 

account for this. Hutchinson (68) states that this is navigated by interpreting the CRSS as that in situ 

rather than what is expected for an unconstrained single crystal, however, the model uses the 

properties of individual crystallites so this cannot be fully accepted. 
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2.5.2.3. Visco-Plastic Self-Consistent Model 

At high strains, plastic deformation dominates over elastic deformation in which case the EPSC 

model would not be useful as this model assumes plastic deformation only as a change in the rate of 

strain, which is far more simplistic than what occurs during plastic deformation. The EPSC model 

works for low strain values as these are dominated by elastic deformation, but once plastic 

deformation dominates other methods need to be used. The visco-plastic self-consistent (VPSC) 

model uses the same fundamentals as the EPSC model but instead simulates plastic deformation 

within polycrystalline materials. The VPSC model represents the polycrystal microstructure as 

weighted orientations, here the orientations represent the grains and the weights represent the 

volume fractions of each of the orientations (73). The volume fractions are chosen to reproduce the 

initial texture of the material. Just like the EPSC model, the VPSC model uses the Eshelby inclusion 

approach. The effective medium represents the average environment that each grain would 

experience. VPSC simulates the plastic deformation of aggregates subjected to external strains and 

stresses. The model is based on the physical shear mechanisms of slip and twinning and also 

accounts for grain interaction effects (73). In addition to simulating the macroscopic stress-strain 

response, it also accounts for the hardening, reorientation, and shape change of individual grains; 

this means VPSC can be used to predict the evolution of hardening and texture associated with 

plastic deformation. 

The VPSC model was extended to include elastic deformation as well as plastic by Wang et al. (7) this 

is the elastic-viscoplastic self-consistent (EVPSC) model. For monotonic loading it was found there 

was minimal difference between the VPSC and EVPSC, however, for unloading and strain path 

changes it was found that the EVPSC model produced a smooth elastic-plastic transition whereas the 

VPSC model produced a discontinuous response. Anglin et al. (74) used the VPSC model as a method 

to reduce the development time for the high-resolution visco-plastic model based on the fast Fourier 

transform (FFT). This is due to the computational speed available through using VPSC; the 

optimisation parameters found through VPSC were used as a starting point to run the FFT model. In 

this study, copper was selected as a fitting exercise and showed that for simple microstructures the 

VPSC model produced parameters which could be directly used for the VP-FFT model. For pearlitic, 

biphasic steel the VPSC model greatly reduced the computational time needed for VP-FFT as they 

showed a well-informed initial guess for the parameters. Therefore, showing that VPSC is not limited 

to single-phase materials. Many versions of the VPSC model have been developed, the VPSC+ model 

was developed by Jeong and Tomé (75) to account for the elastic contribution without losing the 

numerical efficiency of the visco-plastic approach. This approach was validated using experimental 

data for 316 L and Mg AZ31, as well as comparing it to the EVPSC, EPSC and VPSC models. The VPSC+ 
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model showed improved numerical stability when imposing relatively large strain increments, 

although its computational advantage was decreased when twin orientation needed to be 

accounted for. 

2.5.3. Summary  

Modelling deformation can provide a useful tool in predicting the lifetime of metals. Constitutive 

models have proven to be useful tools for examining the microscale deformation in polycrystals (76). 

Models such as Sachs (57), Taylor (43) and the Bishop-Hill model (58–60) do not typically provide 

adequate results for polycrystalline deformation as anisotropy is not considered (10). The self-

consistent elastic elastoplastic formulation was proposed by Hill (66) and Hutchinson (68) and was 

developed into the EPSC model by Turner and Tome (77). The self-consistent model uses the Eshelby 

approach (64) which has the main assumption that each grain is an ellipsoidal inclusion embedded 

within a homogenous aggregate which mimics the overall response of the polycrystal (77). The other 

approach of modelling polycrystalline structures is using the CPFEM model. This model can present 

either a 2D or 3D aggregate where each element represents a grain with independent yield stresses. 

Both EPSC and CPFEM have proven to yield accurate predictions when compared to neutron 

diffraction data. However, there is substantially less research comparing these models to HR-DIC 

data. This will be discussed further in the following sections.  

CPFEM can sample a comparative number of grains to EPSC modelling, however, this can take a far 

greater computational time. The EPSC model assumes that the environment around each grain is 

homogenous, yet the CPFEM work indicates that the effect of neighbouring grains is significant, with 

the spread in elastic strains being of the order of half the axial strain at the yield point (61). For 

simplicity, the brick model typically used in CPFEM only allocates six neighbours per grain, where 

each grain is assumed to be a cubic 8 nodal shape, although real materials would typically have 

many more (61,62,78). Increasing the number of nodes and the number of neighbours increases the 

computational time of the model. In addition, representing a grain as a single element and 

simplifying its shape restricts its ability to deform differently from its neighbours, meaning the effect 

could be overestimated. It has been suggested that increasing the number of elements to 8 or 27 per 

grain would capture the intragranular strain caused by plastic deformation better (79).  

Although the CPFEM model has the advantage of modelling the interaction of neighbouring grains, 

this requires a large amount of computational power, whereas the EPSC can be performed quicker 

and is able to accurately predict neutron diffraction data. Additionally, due to CPFEM treating each 

grain as an enclosed unit, it is not able to model cross-slip (discussed in section 2.5.1). As this project 

looks at the effect of SFE on deformation mechanics, not considering cross-slip could potentially 
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impact the results of the model as high SFE materials deform via dislocation glide or cross-slip. 

Hence, the EPSC model has been selected over the CPFEM model for this project. 

2.6. Microscale Strain Measurement  

Plastic deformation causes strains within a material; therefore, strain measurement techniques are 

important to understanding a material's behaviour. Strain can arise at different length scales within 

a material, including at the micro-scale. Strain at any length-scale within a material can contribute to 

macro-scale failure, therefore it is important to quantify strains at all length scales. Dependent on 

the length scale of strains within a material, there are a number of strain measurement methods 

which can be used, examples of such can be found in Figure 2.18. This project focuses on studying 

microscale strains over a bulk area; therefore, this section will discuss the techniques most suitable 

for these measurements. 

 

Figure 2.18: Graph showing a range of different internal stress measurement techniques (3). With added reference to what 
constitutes micro-strain measurement in this thesis 

Micro Macro 
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2.6.1. Microscope techniques 

Microscopic techniques can detect abnormalities in the crystalline lattice caused by dislocations, 

therefore, utilise the geometry of dislocations to measure the strain within a material. In Figure 2.18, 

microscope techniques are the techniques able to measure strain at the dislocation level and require 

microscopic equipment to measure them, examples include EBSD and convergent beam electron 

diffraction (CBED) (80,81). EBSD is performed within an SEM, whilst CBED uses a scanning 

transmission electron microscope (STEM). Additionally, to measure dislocation geometry a 

transmission electron microscope (TEM) (82,83) can be used, which offers a higher resolution than 

an SEM. As EBSD is used within this project, previous studies which have utilised EBSD metrics, and 

the method of strain measurement will be discussed in further detail below.  

2.6.1.1. EBSD 

Section 2.4.1.1 discusses how strain affects the resolution of EBSD analysis. This leads to the 

assumption that large concentrations of defects can be equated to plastic strain. However, not all 

defects are the result of plastic strain within the crystallographic lattice so instead of studying local 

defect concentrations researchers often use misorientation data from EBSD as a proxy for local 

strain (21). Through measuring lattice misorientation, EBSD analysis can be used to quantify local 

lattice distortions (51,84).  

EBSD has been used to interpret the accumulation of plastic strains by determining local orientation 

change, local misorientation change (this is defined as the difference in orientation between pixels), 

average misorientation or by calculating GND densities (48). Kamaya (85) studied the correlation 

between the distributions of misorientations to induced macroscopic plastic strain in a stainless steel 

316 specimen. The results showed that the mean value of the distribution of misorientation aligned 

well with the plastic strain induced within the specimens. EBSD metrics can be used to quantify 

misorientation change on the large scale, examples include:  

• Grain Orientation Spread (GOS) (also called average intragrain misorientation (AMIS) in 

some studies) is the average deviation in orientation between each data point in a grain 

compared to the average orientation of the grain. This method assigns the same value to 

every scan point within a grain (51,86–89). Figure 2.19 shows a schematic of the equation 

used in GOS calculations,  

• Grain Average Misorientation (GAM) measures the average misorientation between two 

neighbouring points within a grain (89,90). This technique is sensitive to step-size, therefore 

as step-size decreases, the misorientation also decreases between points.  
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• Kernel Average Misorientation (KAM) is like GAM, however, it is calculated within a kernel (a 

small region) instead of grain (90). A kernel may include a grain boundary causing large 

values of misorientation; therefore, a threshold value is specified, above which the values of 

misorientation are excluded (typically a misorientation above 15°). The equation for the 

KAM EBSD metric is shown in Figure 2.20. 

 

 
𝐺𝑂𝑆 =  

∑ (𝑞𝑚 − 𝑞𝑖)
𝑛
𝑖=1

𝑛
 

𝑞𝑖 = 𝑐𝑟𝑦𝑠𝑡𝑎𝑙 𝑜𝑟𝑖𝑒𝑛𝑡𝑎𝑡𝑖𝑜𝑛 𝑎𝑡 𝑝𝑜𝑖𝑛𝑡 𝑖 

𝑞𝑚 = 𝑎𝑣𝑒𝑟𝑎𝑔𝑒 𝑜𝑟𝑖𝑒𝑛𝑡𝑎𝑡𝑖𝑜𝑛 𝑜𝑓 𝑡ℎ𝑒 𝑔𝑟𝑎𝑖𝑛 

(2-18) 

Figure 2.19: Schematic calculation of GOS (49) 
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𝐾𝐴𝑀𝑖 = 

𝑝𝑖,2 + 𝑝𝑖,3 + 𝑝𝑖,5 + 𝑝𝑖,7 + 𝑝𝑖,8

5
 

𝑝𝑙,𝑚 = 𝑚𝑖𝑠𝑜𝑟𝑖𝑒𝑛𝑡𝑎𝑡𝑖𝑜𝑛 𝑏𝑒𝑡𝑤𝑒𝑒𝑛 𝑝𝑜𝑖𝑛𝑡𝑠 𝑙 𝑎𝑛𝑑 𝑚 

(2-19) 

Figure 2.20: Schematic illustration of calculation by KAM (49). 

 

Multiple studies have been conducted on polycrystalline materials to determine the effect of plastic 

deformation on EBSD metrics at both ambient and high temperatures. It has been found that for 316 

austenitic stainless steel the EBSD metrics GOS, GAM, and KAM have monotonically increased with 

plastic deformation in tension and compression (4,91). Githinji (91) found that there was a variation 

of KAM with an increased plastic strain which was insensitive to temperature and strain rate. It was 

found that for 316H specimens deformed to a true strain of 0.098 at varying strain rates, there was a 

proportion of grains with AMIS less than 1.5° that increased as the strain rate was reduced, however, 

for strain rates above 10−6𝑠−1 there was only a very small difference in the variation of KAM with 

plastic strain. This study also reported that there was a positive relationship between variation of 

KAM and grain size. Figure 2.21 shows the results of two samples A and B with the same strain rate 

but differing grain sizes, showing the sample with the larger grain sizes yields higher values of KAM. 

Moturu (4) proposed that the GOS for stainless steel 316 was more sensitive to strain at higher 

plastic strains (10-20%). KAM only considers misorientations between 0.15-2° and 2-15° respectively 

and at higher strains (10-20%), the density of high-angle misorientations >15° tends to increase. 

Unnikrishnan (49) found that the EBSD metric KAM map showed there to be higher levels of lattice 

misorientation towards a welded region, where a crack initiated and strain particularly concentrated 

at the grain boundaries. Harshavardhana et al. (90) compared KAM, GOS and GAM EBSD metrics to 

identify the best parameter for determining recrystalisation in pure copper (Figure 2.22). This 
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research found GOS to be the best EBSD metric in identifying the strain-free grains from the 

deformed grains.  

 

Figure 2.21: A comparison between the True plastic strain and KAM of three SS316 samples. Sample A is subjected to a 
strain rate (s -1) 2.0𝑥10−4 and a grain size of 98 ± 8, Sample B has a strain rate (s -1) of  2.0𝑥10−4 and a grain size of 93 ± 
12, Sample C has a strain rate (s -1) of  1.5𝑥10−3 and a grain size of 35 ± 1. By comparing Sample A and Sample B, with the 

same strain, it shows that is an increase in KAM values with the increasing KAM (91). 
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Figure 2.22: ‘Comparison of IQ,KAM, GOS, and GAM maps for (A) deformed (B) partially recrystallised and (C) fully 
recrystallized samples. The misorientation spread > 1.1° is marked as white and indicated with the blue arrows’ (90). 

Additionally, EBSD analysis can be used to study the evolution of deformation structures throughout 

loading. Birosca (92) used post-mortem EBSD analysis on a failed tensile test specimen of RR1000 

nickel-based superalloy to study GND in both soft and hard grains. This showed a high GND content 

at the grain boundary of the soft grains and on the slip plane traces with hard grains. Yvell et al. (93) 

used in situ EBSD tensile tests to study the evolution of deformation structures throughout the 

loading of a high-nickel austenitic stainless steel. This work found an increase in both low- and high-

angle boundaries as well as orientation changes in individual grains.  
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2.6.2. Diffraction techniques 

Diffraction techniques provide a non-destructive method of measuring elastic strain. These 

techniques use Bragg’s law of diffraction (shown in Equation (2-7)) to measure the lattice spacing 

within the crystalline structure of a specimen. Elastic strain can be determined by calculating the 

difference in lattice spacing from a loaded specimen to a loaded specimen. As plastic deformation 

permanently changes the crystal lattice, these techniques cannot directly measure plastic strain. 

Neutron diffraction, X-ray diffraction and x-ray synchrotron diffraction are examples of diffraction 

techniques which are widely used to measure strain and are shown in Figure 2.18 as primarily a bulk 

measurement technique due the relatively large region they can assess within a specimen.  

Diffraction techniques typically require little sample preparation before strain measurements and 

compared to microscope-based techniques, can provide information on a larger volume of the 

sample. However, access to suitable diffraction instruments can be difficult as laboratory x-ray 

diffraction instruments have a very limited depth of penetration. This can be overcome by using 

high-energy synchrotron x-rays which can penetrate thousands of times deeper than laboratory x-

rays (81) but can only be found at a few national facilities around the world. As neutron diffraction is 

used within this project, it will be discussed in detail within the following section.  

2.6.3. Neutron Diffraction  

Neutron diffraction uses neutrons in the incident beam, these are uncharged particles which can 

penetrate deep into the material. This technique was originally developed from X-ray diffraction 

which was limited by the penetration depth of the charged photons and would only provide 

information on lattice spacing near the surface. As shown in Figure 2.18, neutron diffraction is a bulk 

strain measurement technique, however it can be used to measure the average elastic strain for 

grain subsets.  Because Neutron diffraction uses Bragg’s law it can be used to determine the strain 

for a particular group of grains which a similar crystallographic orientation.  

2.6.3.1. Neutron Sources 

Neutron generation at neutron diffraction facilities can be divided into two distinct groups: reactor 

sources and spallation sources. Reactor sources use neutrons generated by nuclear fission reactions; 

the most common fuel being uranium alloy enriched to 3-5% U235 (94). During the fission reaction, a 

neutron collides with a uranium atom, causing the atom to split into two. This process generates 

more neutrons, which collide with more uranium atoms, causing a nuclear chain reaction. The high-

speed neutrons produced in this process are slowed down using moderators before they are used 

for diffraction experiments. On the other hand, a spallation source generates neutrons by firing a 
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beam of highly accelerated protons at a heavy metal target (for example, Lead, Tungsten or 

Tantalum) (1,95). As the high-energy protons strike the target material, neutrons are emitted, this is 

a process called spallation. Many neutrons are produced from each proton, which is then reduced in 

energy to within the thermal range by moderation processes. This process is repeated many times a 

second.  

The important parameters to consider when performing neutron diffraction experiments are the flux 

of neutron, intensity and speed of neutron generation. Typically, reactor sources produce 

continuous neutron beams which are monochromatic, whereas spallation sources produce pulsed 

neutron beams which are polychromatic. Choppers can be used to reduce the duration between the 

neutron pulses in both reactor sources and spallation sources (96,97).  

2.6.3.2. Time of Flight Technique 

Neutron diffraction can be used to measure the lattice spacing between the planes within the 

crystalline structure, the method is called the time-of-flight (ToF) technique as it uses the flight time 

of neutrons from a pulsed polychromatic neutron source (98). By using in situ neutron diffraction 

with tensile testing the changes in the spacing between crystalline planes can be measured 

throughout the application of an external load. The ToF technique produces a spectrum of 

diffraction peaks from the same sets of crystallographic planes in multiple similarly orientated 

grains, called a grain family (99). The process begins with a pulsed beam of neutrons passing through 

a moderator to slow fast neutrons into thermal neutrons. The beam of neutrons then reaches the 

sample, where the diffracted neutrons are recorded using suitably positioned detectors. The flight 

time of the neutrons, t, over a known flight path, l, is recorded, this can used to determine the 

neutrons velocity, v. Then, De Broglie’s equation (100) can be used to relate the velocity of the 

neutron (v) to the wavelength (λ). 

 
𝜆 =

ℎ

𝑚𝑣
 

(2-20) 

Where m is the mass of a neutron and h is Planck’s constant. Then, by substituting this equation into 

Bragg’s Law Equation (2-7), Equation (2-21) can be derived.  

 ℎ

𝑚𝑣
= 2𝑑ℎ𝑘𝑙 𝑠𝑖𝑛 𝜃ℎ𝑘𝑙  (2-21) 

As the neutrons travel a distance, 𝑙 in a time of 𝑡, using speed = distance/time. Equation (2-21) can 

be rewritten as  
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 ℎ𝑡

𝑚𝑙
= 2𝑑ℎ𝑘𝑙 𝑠𝑖𝑛 𝜃ℎ𝑘𝑙 (2-22) 

From this, the lattice spacing 𝑑ℎ𝑘𝑙 for a grain family can be calculated. By comparing the relative 

change of the 𝑑ℎ𝑘𝑙 spacing to its initial stress-free measurement 𝑑0 ℎ𝑘𝑙 (the lattice spacing measured 

prior to loading) lattice strains 𝜖ℎ𝑘𝑙 can be calculated (Equation (2-23)). 

 𝜖ℎ𝑘𝑙 = 
𝑑0 ℎ𝑘𝑙−𝑑ℎ𝑘𝑙

𝑑0 ℎ𝑘𝑙
 (2-23) 

2.6.4. Diffraction Peak Profile Analysis  

Like all diffraction-based techniques, the peaks produced in neutron diffraction analysis are a widely 

used method for characterising the microstructure of crystalline materials. This is termed diffraction 

peak profile analysis (DPPA) and can be used to determine details about a sample that includes, the 

micro-strain, crystal size or dislocation cell size, dislocation density and arrangement, the number of 

planar faults and dislocation slip system population (63,101). 

2.6.4.1. Full-Width Half Maximum 

The full-width half-maximum (FWHM) is the width of the spectrum curve at the point where the y-

axis is at half its maximum. This measurement can be used as an indication of plastic strain or a 

change in grain size within a material during in situ neutron diffraction tensile tests. 

2.6.5. Limitations of Diffraction Techniques 

Diffraction techniques provide a method of analysing the strain within the bulk of a metallic 

component yet there are drawbacks to using these techniques. The nature of strain measurement 

through diffraction techniques means the specimen is required to contain a crystalline 

microstructure, this limits the materials which can be evaluated by this method (55). Diffraction 

techniques are not able to show the spatial effects of deformation anisotropy between neighbouring 

grains, as the strain data is presented in diffraction peaks equated to a grain family. Therefore, to 

understand the full effects on the microstructure it must be accompanied by microstructural strain 

analysis, using a microscopic technique such as EBSD. An additional limitation of neutron diffraction 

is that it can only be performed in a limited number of national facilities, which can be expensive and 

require granted access (55).  
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2.6.6. Digital Image Correlation 

Digital image correlation (DIC) was developed by researchers at the University of South Carolina in 

the 1980s (55,102–105). It is a noncontact, full-field optical metrology technique used to measure 

two-dimensional (2D) and three-dimensional (3D) deformation (106). DIC is an image processing 

technique which requires an applied pattern so that the software can pattern track between a 

deformed image and a reference image (107). Therefore, DIC requires the test specimen to have 

either a natural surface texture or an applied speckle pattern to track each selected pixel from the 

reference image to the deformed image. DIC is also known as the digital speckle correlation method 

(DSCM), texture correlation, computer-aided speckle interferometry (CASI) and electronic speckle 

photography (108). The work in this project solely focuses on 2D DIC, therefore, the aspects of this 

technique will be covered in detail within the following sections.  

2.6.6.1. Image Acquisition Methods 

Due to the versatility of DIC, a variety of image acquisition techniques can be used to produce 

images suitable for DIC. The choice of image acquisition technique is dependent on the length scale 

of the analysis required. Examples include an optical lens, a telecentric lens or an SEM. Even though 

an optical lens can be used for DIC it can be disadvantageous due to the effect of small out-of-plane 

motion of a test specimen and the sensor target (caused by self-heating) as well as geometric 

distortion of the imaging lens, these effects can lead to significant errors in displacements and 

strains measured by DIC (109). To mitigate these effects a telecentric lens can be used instead. Pan 

et al. (109) found by comparing a telecentric lens to a standard optical lens, it was shown that the 

telecentric lens was insensitive to the out-of-plane motion of the test subject and the self-heating of 

the camera. Additionally, there was negligible lens distortion found in the telecentric lens results.  

2.6.6.2. Theory of DIC 

By collecting images before and after deformation, DIC can provide full-field displacements and 

subsequently full-field strain measurements (108). This allows strain to be measured throughout the 

surface of a material (full-field strain). To achieve local surface variations that are trackable, it is 

important to apply a speckle pattern or use the natural surface texture. The method of applying a 

texture is dependent on the material type and the length scale of the DIC. Examples of speckle 

patterns include gold remodelling, which can be used at the microscale within a scanning electron 

microscope (SEM) and spray paint which works for the macroscale.   
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At the single pixel level, it can be difficult to match the deformed surface to the reference image, 

therefore, the surface is divided into an evenly spaced grid, shown in Figure 2.23. Usually, a square 

subset with a size of (2M + 1) x (2M + 1) pixels (where M is the midpoint of the subset) which 

contains sufficient local intensity variations is selected from the reference image, this can then be 

used to track the corresponding location within the deformed image. Locating the subset within the 

deformed image can be achieved by using predefined criteria and a certain optimization algorithm 

(106–108,110–112). Examples of optimization algorithms include cross-correlation function and 

normalised sum-squared difference (SSD) which can be used to help evaluate the degree of similarity 

between the reference and deformed subsets. Each sub-region produces a displacement vector (this 

is shown in the diagrams in Figure 2.24). This is performed at positions throughout the entire image 

to produce a full displacement vector field, describing the deformation of the imaged sample. 

 

Figure 2.23: (a) Reference Image, with an imposed grid to divide the surface into subsets, (b) diagram showing the subset 

tracking procedure (108). 
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Figure 2.24:  Schematic illustration showing a reference subset before deformation and the deformed subset following 

deformation (113). 

2.6.6.3. Sum-squared difference 

During deformation the subset is likely to deform along with the rest of the material, examples of 

such can be seen in Figure 2.24 and Figure 2.25. However, the set of neighbouring points defined in 

the original subset will remain neighbouring points in the deformed image. Therefore, the sampling 

region in the deformed image is moved and distorted to include the neighbouring points from the 

reference image. Figure 2.24 shows how the point Q around the subset centre P can be mapped in 

the deformed image subset using a correlation function.  

 

Figure 2.25: A schematic of the possible changes in shape that a subset may experience during deformation. Translation 

stretch, shear and distortion are shown here (55,114). 



41 
 

There are multiple options which can be used to find the degree of similarity between the reference 

subset and the deformed subset, for example, the cross-correlation function or sum-squared 

difference (SSD) (107). As SSD is used in this project, this will be discussed in greater detail below. 

SSD works by calculating the grey level within an individual subset, the deformed subset can be 

matched to the original image. The peak position of the distribution of the correlation coefficient 

helps with this matching procedure. The position of the deformed subset is determined when the 

correlation coefficient extremum is detected (this is the optimal scenario). However, in practice 

several threshold parameters are defined, and when these are reached (or the maximum number of 

iterations are completed), the answer is found.  By using Figure 2.25 as a reference, Equation (2-24) 

shows how finding the minimum of the correlation function gives the best match between subsets at 

different strain increments (55). 

 𝐶𝑆𝑆𝐷 = min
𝑎0,…,𝑎7

∑(𝐼1(𝑥, 𝑦)

− 𝐼2(𝑎𝑜 + 𝑎1𝑥 + 𝑎2𝑦 + 𝑎3𝑥𝑦, 𝑎4 + 𝑎5𝑥 + 𝑎6𝑦 + 𝑎7𝑥𝑦))2 

 

(2-24) 

Where 𝐶𝑆𝑆𝐷 is the correlation coefficient, 𝑎𝑜 and 𝑎4 indicate the x and y component of displacement 

vector of the subset being tracked (see Figure 2.25) and 𝑎1, 𝑎2 , 𝑎3, 𝑎5, 𝑎6 and 𝑎7 are the affine 

transforms (see Figure 2.25).  

2.6.6.4. Strain Calculation from DIC 

The DIC analysis produces full-field in-plane displacement maps 𝑢(𝑥1, 𝑥2, 0) where the plane is 𝑥1𝑥2 

and the normal is 𝑥3. Therefore, the displacement gradient tensor which describes the in-plane 

deformation can be written as 
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(2-25) 

The effective shear strain 𝑔𝑒𝑓𝑓 can then be calculated 

 

𝑔𝑒𝑓𝑓 = √(

𝜕𝑢1
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−
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2
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−
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(2-26) 
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This can be used to plot strain as it reflects the shearing characteristic of slip and reduces some of 

the ambiguity caused by the absence of out-plane displacement data in DIC measurements (20).  

2.6.6.5. High Resolution Digital Image Correlation 

DIC can be adapted for use at many different length scales as the technique can be used on images 

obtained in a variety of ways. High-resolution digital image correlation (HR-DIC) is the name 

generally used by the community for DIC at the sub grain scale. To study strain at the grain scale, 

appropriate imaging devices need to be used. Various studies have coupled 2D DIC with optical 

microscopy (115,116), laser scanning confocal microscopy (117), scanning electron microscopy 

(14,15,22,118–120), atomic force microscopy (121) and scanning tunnelling microscopy (122–124) to 

yield microscopic strain data.  

To track deformation correctly using HR-DIC it is important to have a tracking pattern which is an 

appropriate size compared to the scale of the image. Some examples of surface preparation 

techniques include etching the surface (14), gold remodelling (15,118,125) or fine colloidal silica 

particles (22). 

By imposing the strain map collected through HR-DIC onto an EBSD map, the data can be segmented 

to study specific spatial effects. Orozco-Caballero et al. (20) studied AZ31 Magnesium alloy using ex-

situ tensile tests using a micro tensile tester, this showed the very heterogenous deformation at the 

grain scale. Di Gioacchino and Da Fonseca (118) used HR-DIC to study the strain associated with slip 

bands with grains. This showed that the formation of slip bands is not strictly related to 

crystallographic orientation and seems to be affected by the constraint of neighbouring grains. Di 

Gioacchino and Da Fonseca (125) used HR-DIC in conjunction with EBSD analysis to measure strain 

and distinguish between material rotation and lattice rotation in austenitic stainless steel. This work 

showed the formation of microscale plastic strain and highlighted the correlation to lattice curvature 

at high global strains. When studying the effect of dislocation channel-grain boundary intersections 

in irradiated stainless steel, McMurtrey et al. (126) used electron backscatter imaging to determine 

the grain boundaries for DIC analysis. When displacement vectors obtained through DIC were 

compared to possible slip direction vectors along the active slip plane, found through EBSD, 64% of 

the total slip could be accounted for. Harte et al (21) compared grain-scale DIC to EBSD metric 

analysis to study the relationship between misorientation and plastic strain accumulation. This work 

showed that a high resolution DIC map was able to locate individual slip bands, including single slip, 

double slip, triple slip, cross slip, and diffuse slip (Figure 2.26). 
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Figure 2.26: The HRDIC effective strain (ɛ𝑒𝑓𝑓) map at macroscopic ɛ𝑥𝑥 ~ 0.02, field of view 1 x 0.5 mm, spatial resolution 

0.117 nm. G1-G5 highlight grains with different slip character and the effect of this on HRDIC ɛ𝑒𝑓𝑓  and EBSD lattice 

misorientation (grain reference orientation distribution mean) (21). 

Das et al. (15) used in situ HRDIC for tensile tests performed in an SEM, which were directly 

compared to EBSD mapping from the same region acquired prior-to and post tensile testing. These 

tests were performed on samples of stainless steel 301 and by comparing the EBSD results to the 

HR-DIC strain data, local strain data could be related to plastic deformation and phase 

transformation. The HR-DIC and EBSD analysis confirmed that grains with two slip systems with 

similarly high Schmid factors would slip. Additionally, the disparity is strain values for individual 

strains compared to the global average strain, was also shown at 5% and 10 % global strain in 

histogram plots found in Figure 2.27. Due to the use of in situ HR-DIC within an SEM the image 

acquisition was limited to 6 images throughout the tensile test, this is shown in the stress-strain 

curve in Figure 2.28. This meant that using HR-DIC would not be able to produce accurate strain 

values throughout the entirety of the test and could not yield a complete stress strain curve.  
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Figure 2.27: Low magnification strain maps overlaid with EBSD grain boundary maps, showing the heterogenous nature of 
strain accommodation within individual grains. Panels (a) and (b) show Exx at 5% and and 10% applied strain respectively. 

(c) Histogram plot of Exx for individual grains at 5% and 10% macroscopic global strain. (d) Map of the average strain in the 
loading direction (Exx), averaged over each grain at 10% global  strain used for producing (c) (15) 

 

 

Figure 2.28: Mechanisms for martensitic phase transformation in fully austenitic grains. Grain 1 (top) and grain 2 (bottom) 
are shown with the corresponding DIC strain maps, made at various strain increments represented by red dots on the 

stress-strain curve (15). 

Forsey et al. (14) studied the effect of anisotropy on additively manufactured nickel superalloys by 

performing two tensile tests, the first on a meso-scale using a telecentric lens and the second using a 
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micro tensile tester and an SEM. By plotting the results at the same local strain value, the 

mesoscopic deformation could be linked to the microstructural features (Figure 2.29). This work 

showed the deviation from the average macro stress strain for two distinct neighbouring regions in 

the meso-scale. In addition, strain concentrations were related to the crystallographic structure by 

directly comparing EBSD analysis to the spatially resolved map of the principal strain angle. 

 

Figure 2.29: Meso-scale DIC results (a-f), a) an example image used for analysis with insert showing pixel definition, b) 
spatially resolved map of loading direction strain (Exx) difference to global value at 0.075 strain, c) spatially resolved map of 

principal strain angle with respect to the loading direction at the same strain value, d) variation of elastic modulus along 
the length of sample gauge and e) variation of 0.2% proof stress along the length of sample gauge, f) Tensile curve to 0.01 

strain of meso-scale sample, with curves from the red and blue regions highlighted in d) and e). Micro-scale DIC results (g-j), 
g) an example image used for analysis with insert showing pixel definition, h) Inverse pole figure EBSD orientation map of 
area tested using DIC i) spatially resolved map of difference in loading direction strain (Exx) to sample average (of 0.075 

strain) and j) spatially resolved map of principal strain angle with respect to the loading direction (14). 
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2.7. Summary 

This section has discussed the fundamental principles that will be used for this project as a way of 

verifying the accuracy of using HR-DIC and EBSD to analyse the microstructure of the material. It has 

been shown that neutron diffraction is a well-established technique which can be used to find the 

strain data for the bulk of a material. However, due to its high cost and limited availability, it can be 

difficult to gain access. Additionally, HR-DIC has proven to be effective at deciphering grain scale 

variations in strain. Although, HR-DIC has yet to be utilised as a technique that can yield strain data 

for the bulk of a material. 
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3. Research Questions 

The literature review has shown the importance of understanding the microstructural mechanics 

that occur during the deformation of polycrystalline structures. The anisotropy in deformation that 

occurs can lead to vastly different strain values throughout a material. Neutron diffraction is well 

understood as a method to measure this throughout the material; however, it is expensive only 

available at several national facilities and does not give information on the spatial variations from 

grain to grain. HR-DIC has primarily been used to study the effect of loading on individual grains or 

very small groups of grains, however, with suitable optics and sufficient camera resolution and by 

imposing the strain map data onto a large EBSD map strain in many grains can be assessed.  The 

produced aggregate data results could offer comparative insights into neutron diffraction and 

produce a bulk measuring technique which is more easily accessible and less expensive.  

As this project is comparing strain measurement techniques, a known metallurgical phenomenon 

was selected to be studied in all three strain measurement analyses, in this project it was the effect 

of SFE energy on deformation mechanics.  

The key question for the research project is, therefore,  

• Is the data collected from high-resolution digital image correlation sufficient to measure the 

influence of stacking fault energies on deformation mechanics?  

This can be separated into smaller questions which will be answered in this project.  

• Can neutron diffraction be used to show the effects of SFE on the deformation behaviour of 

three materials: SS316, INVAR and nickel? 

• To what extent can post-mortem EBSD be used to calculate strain within a subset of grains 

which consist of a similar crystallographic orientation? 

• Can HR-DIC be used to yield statistical results comparative to neutron diffraction without 

losing the spatial data?  

• How do the strain analysis techniques, neutron diffraction and EBSD metrics compare to the 

results of the HR-DIC? 
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4. Investigating the Influence SFE on Deformation Mechanics using 

in situ Neutron Diffraction  

4.1. Overview 

Stainless steel 316 contains multiple elements and phases leading to a complex structure which can 

lead to microstructural instabilities when conducting testing at high temperatures (127). Therefore, 

it is often useful to select a ‘model material’ which is more simplistic in structure but still holds many 

of the same attributes as the complex material that is to be studied. SS316 contains the highest 

constituent percentage of iron, however, pure iron has a BCC microstructure and therefore, the 

deformation behaviour is vastly different from an FCC material (128). SS316 also contains a 

substantial amount of nickel and as nickel is an FCC material that has similar lattice parameters to 

SS316, this has been suggested as a potential alternative. However, nickel has a high SFE and 

therefore plastically deforms by slip whereas SS316 has a low SFE and deforms primarily by twinning 

(33). In this project INVAR (FeNi36) has been proposed as an alternative as it contains a simplistic 

microstructure as it is a binary alloy, yet also has a low SFE. Neutron diffraction conducted during in 

situ tensile tests was performed on SS316, pure nickel and INVAR, these were modelled using elastic-

plastic self-consistent (EPSC) modelling. This section will discuss the methodology used in these 

procedures and present the results of the in situ neutron diffraction and EPSC modelling. These tests 

have been conducted to form the baseline of comparisons for future tests reported in later chapters. 

4.2. Methodology  

This section will outline the methods used in this chapter for the in situ neutron diffraction tensile 

tests undertaken during this project. In addition, it will describe the methods used in the set-up of 

the EPSC modelling of the neutron data. As well as showing the preparation methods used for the 

texture analysis which were performed using EBSD.  

4.2.1. Materials 

The first material selected for the in situ neutron diffraction tensile tests was SS316. This stainless-

steel alloy is typically used in high-pressure and temperature environments due to its ability to 

withstand these conditions. Nickel has been suggested as a ‘model material’ for SS316, this is due to 

the percentage of nickel and chromium in the SS316 chemical composition (Table 4.1) and the effect 

on the expected microstructure. The influence of the percentage weight of chromium and nickel on 

stainless steels can be found in Figure 4.1. This shows that the combination of Ni and Cr in an SS316 

leads to an FCC structure. However, this does not consider the effect of SFE on the deformation 
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behaviour. As stainless steels typically have a low SFE, whilst pure metals have a high SFE (shown in 

Table 2.1), the deformation behaviour between SS316 and pure nickel is likely to be vastly different 

(the influence of SFE on the stress strain response of steels is shown in Figure 2.4). Therefore, INVAR, 

also known as FeNi36, has been suggested as an alternative due to its simple chemical composition 

and low SFE (Table 2.1). INVAR is a binary alloy known for its ability to reduce thermal expansion 

which occurs when an alloy is heated. The chemical composition of INVAR used in this project can be 

found in Table 4.2. Additionally, the pure nickel used in this project had a purity of 99.99%. All 

metals were forged and sourced by Smiths metal and had been obtained for previous projects. The 

grain sizes for the materials are measured and presented in Table 4.7.   

Table 4.1: The chemical composition of the SS316 samples used in this test. 

Chemical Composition (weight %) 

 C Cr Mo Si P S Ni Mn Fe 

min  16.5 2.00    10.0  Bal 

max 0.08 18.5 2.50 1.00 0.05 0.02 13.0 2.00 Bal 

 

 

Figure 4.1: A Schaeffler diagram showing the microstructure expected by the weighted percentages of chromium and nickel 
in stainless steels. Here the black lines are for castings and the blue is for welds (128). Using the chemical composition for 

SS316 from Table 4.1, the expected microstructure can be seen. 

 

SS316 
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Table 4.2: The chemical composition of the INVAR samples used in this test. 

Chemical Composition (weight %) 

Fe Ni 

64 36 

 

SS316 and pure nickel have very different behaviours during deformation but are both well 

understood. However, INVAR’s deformation behaviour has not been studied to the same extent. 

Therefore, the addition of the Ni to Fe may have effects on the deformation such as resulting in 

twinning-induced plasticity (TWIP) (129).  

4.2.2. In situ Tensile Testing at ENGIN-X 

Mechanical testing using in situ neutron diffraction was used to characterise the stress-strain 

properties of materials with different stacking fault energies. Tensile tests involve applying a load in 

one direction to deform the sample. These tests discussed in this section were load-controlled 

meaning the load increased at a constant rate throughout the test. The neutron diffraction 

measurements were conducted using the ENGIN-X neutron diffractometer at the Rutherford 

Appleton Laboratory ISIS facility. Figure 4.2 shows a schematic of the designs used for in situ neutron 

diffraction tests. 

 

Figure 4.2: A schematic showing the tension test specimen design for the in situ neutron diffraction tests. Measurements 

are in mm.  
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4.2.2.1. ENGIN-X Neutron Diffractometer 

Neutron diffraction can produce lattice strains for subsets of grains with similar orientations. These 

are predetermined by which orientations satisfy Bragg’s Law. Figure 4.3 shows the diffraction 

pattern for a stainless steel specimen collected at ENGIN-X (97). Each peak corresponds to an (ℎ𝑘𝑙) 

family of grains, characterised by the crystallographic plane contributing to the diffraction signal, as 

given by Bragg’s Law of diffraction. Each of these families is a small fraction of the crystallites within 

the sampled volume. The lattice strains are recorded by two detectors and therefore give the lattice 

strain in the loading direction (longitudinal) and parallel to the loading direction (transverse).  

 

Figure 4.3: A typical diffraction spectrum for a stainless steel specimen measured at ENGIN-X (97). 
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The neutron diffraction experiments for this project were conducted using the ENGIN-X neutron 

diffractometer at the Rutherford Appleton Laboratory ISIS Facility. Where ENGIN-X is a time-of-flight 

neutron diffractometer and ISIS is the pulsed spallation neutron source. This section will briefly 

discuss the operational procedure of the instrument, but further information can be found in (97) 

and (96). Figure 4.4 shows a diagram of the set-up used at ENGIN-X for neutron diffraction. The 

specimen is placed at a 45° angle to the incident beam of neutrons, this is to align the loading 

direction with the direction of strain measurement. The slit can be adjusted both horizontally and 

vertically to limit the height and breadth of the neutron beam. The depth of the neutron beam is 

controlled by the position of the radial collimators. The overall size of the gauge volume is governed 

by a combination of the slit size and the collimator size (97). Behind the radial, collimators sit the 

two diffraction detector banks at ± 90° angle to the incident beam. Both banks contain 1200 ZnS/6Li 

scintillator detector elements (96). These are arranged in 5 units which are stacked vertically above 

one another, comprising 240 horizontally stacked elements. The individual data banks are focused 

on a single angle with a resolution of ~± 7.5 degrees.  

 

Figure 4.4: Schematic showing the neutron beam path and relative positions of the specimen and the detectors, which are 

used to record the longitudinal and transverse strains, in the ENGIN-X diffractometer.  

 

4.2.2.2. Tensile Testing Rig at ENGIN-X 

The ENGIN-X diffractometer contains specialist equipment to simulate specific sample 

environments, this includes a custom-designed mechanical stress rig, a high-temperature furnace, 

and a cryogenic chamber. For this project, the mechanical stress rig was used to conduct in situ 

tensile tests in the neutron beam. The Instron servo-hydraulic stress rig has a maximum loading 
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Neutron Source Loading Rig 

capacity of 100 KN (97). The stress rig and its relation to the neutron beam can be seen in Figure 4.5 

and Figure 4.6. The sample design used for these experiments can be found in Figure 4.2. To ensure 

the sample was within the line of the neutron beam a telescope was used. These experiments used 4 

mm collimators and 4mm slits. The count time used was ~ 10 microamps. To analyse the results of 

the in situ neutron diffraction tensile tests, the Open GENIE program (130) was used at the ISIS 

facility.  

The in situ tensile tests were performed on samples of SS316, pure nickel and INVAR, where the 

specimens were taken to 3% strain before unloading. As time was limited at the ENGIN-X facility, 3% 

strain was selected to ensure there was as many data points as possible in the low strain region. The 

lower strain values were required to compare the results to the HR-DIC tests, as it was unknown if 

the HR-DIC experiment could measure high strain values. 

 

 

Figure 4.5: An image showing the angle of the tensile testing machine and the source of the neutrons at ENGIN-X. 

 



54 
 

Neutron Source 
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Sample 

 

Figure 4.6 Set-up of the in-situ mechanical testing stress rig at ENGIN-X beamline.  

 

 

 

4.3. Texture Analysis using EBSD 

For polycrystalline materials, the texture will be present if the orientation of the grains within the 

material is not completely random (131). Texture can influence the deformation of metal as many of 

the mechanical properties of polycrystalline materials are anisotropic (131). Additionally, the EPSC 

and VPSC models rely on an accurate input texture file to yield the most accurate results. EBSD was 

selected over other texture analysis methods, such as x-ray diffraction, as it provides spatially 

resolved texture analysis and has higher resolution.  
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When preparing samples for EBSD analysis, the surface must be uniformly flat as any variations in 

the topography of the surface can disrupt the Kikuchi patterns (54,56). However, preparation 

methods which can produce a planar surface can cause varying degrees of damage, observed in the 

form of micro-strain in metals (132). This effect can be reduced by carefully choosing the grinding 

and polishing stages in the preparation process. Colloidal silica (SiO₂) is often regarded as the 

standard abrasive used in the final stages of polishing to produce a finish suitable for EBSD analysis 

(54). This is because the colloidal silica grinding papers can be slowly decreased in particle size to 

result in a deformation-free surface. However, due to the depth of the deformation layer on the 

surface of some metals, particularly soft metals which readily undo oxidation on the surface, an 

additional step may be required. Electropolishing can be used in the final stages of polishing, this is 

because it is not an abrasive technique and, therefore, produces surfaces with a low micro-strain 

(54).   

EBSD analysis was used in this project to characterise the microstructure of the tensile test samples. 

After the tensile tests, cross-sectional disks were cut from neutron diffraction samples using EDM. 

To conduct EBSD analysis on deformed and undeformed regions of the samples, a cross-section of 

the sample was cut within the gauge length and a disk of nominally identical undeformed material 

could be cut from the region within the threads of the samples.  To ensure comparability in terms of 

orientation could be maintained between the two regions, a notch marker was created using an 

EDM before cutting the disks from the tensile specimens. The grinding and polishing procedures are 

outlined in Table 4.3 and  

Table 4.4 respectively. Following these steps, electrolytic polishing was carried out as the final stage 

before characterisation. The electrolyte solution used consisted of 85% ethanol, 10% 2-

butoxyethanol and 5% water (branded as Struers A2 electrolyte). The electropolishing solution and 

parameters were kept the same for all specimens and were a voltage of 22V, flowrate 20 and a time 

of 45 seconds.  



56 
 

 

Table 4.3 Specimen grinding guidelines used in the preparation of the specimen for EBSD analysis 

Grinding paper Grit size (𝝁m) Time (minutes) 

P800 22 5 

P1200 15 5 

P2500 8.5 5 

P4000 5 5 

 

Table 4.4: Specimen polishing guidelines used in the preparation of the specimen for EBSD analysis 

Polishing Cloth Diamond particle size (𝝁m) Time (minutes) 

MD-pan 9 5 

MD-pan 3 5 

Multicloth M 1 5 

 

Post-mortem EBSD analysis was performed on the tensile test specimens for SS316, INVAR and pure 

nickel. The machine used was a Zeiss Supra 55VP field emission gun scanning electron microscope 

using an oxford instruments detector. The parameters used in the EBSD analysis can be found in 

Table 4.5. The EBSD maps for all specimens were 0.9 mm by 1.2 mm in size and had a step size of 1 

µm. 

Table 4.5: Shows the EBSD measurement parameters used. 

Accelerating voltage Working distance Tilt Angle Mode Aperture Size 

20 kV 15 ± 0.1 mm 70° High current 120 𝜇m 

4.3.1. Grain Size Measurements 

To measure the average grain sizes of the neutron diffraction specimens, the standard line 

interception method was used (133). To achieve this, the image analysis software, ImageJ (134,135), 

was used on the EBSD maps collected through post-mortem EBSD analysis (Figure 4.8). By using the 

length scale shown on the EBSD images, random lines could be drawn within the image and the 

number of intersections was counted, by averaging these values throughout the image the average 

grain size could be estimated.  
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4.4. Elastic Modulus Measurements 

The elastic modulus is an intrinsic property of any metal and provides a measurement of resistance 

against mechanical deformation when subjected to an external load. When considering the 

modelling of metal, it is important to have accurate elastic modulus values. Hence, to run the EPSC 

models effectively in this project elastic modulus values were calculated for the samples of SS316, 

INVAR and pure nickel. When calculating the elastic modulus using the neutron diffraction tensile 

test data it was found that the elastic modulus for the specimens was significantly different that 

what had been recorded in other papers. Therefore, an independent measurement of the elastic 

modulus was required. To achieve this, ‘natural frequency’ tests were performed on specimens of 

these materials to determine the dynamic elastic modulus of the materials. Natural frequency tests 

involve striking the material with a mass and measuring the resonance of a sample.  

The basic principle behind the impulse excitation technique is that the materials elastic modulus is 

directly proportional to the resonance frequency of flexural vibration (136,137), determined by the 

velocity of wave propagation, and the density of the material (138), 

 𝐸 =  𝜌𝜈2 (4-1) 

where E is the elastic modulus, 𝜌 is the density of the material and 𝜈 is the velocity of wave 

propagation. For a rectangular-shaped beam, such as the ones used in this project the dynamic 

elastic modulus is computed from the expression (138),  

 
𝐸 =  0.945𝑚(

𝑓

𝑡
)
2

(
𝑙4

𝑏
)𝑇𝑖 

(4-2) 

where 𝑚 is the mass, 𝑓 is the resonance frequency and 𝑙, 𝑏 and 𝑡 are the specimen length, width and 

thickness, respectively. 𝑇𝑖 is the correction factor given by 

 𝑇𝑖 = 0.585(1 + 𝑙𝑡) (4-3) 

These equations highlight the importance of accurate geometrical dimension and mass 

measurements of the test specimens to achieve precise elastic modulus measurements (139). 

4.4.1. Sample Preparation for Elastic Modulus Tests 

The specimen preparation for elastic modulus measurements of the SS316, INVAR and pure nickel 

specimens were carried out to the ASTM E1876-15 standard (139). Rectangular specimens were 

machined using an electro-discharge machine (EDM) to a very fine surface finish of 0.01mm. The 

dimensions of the test samples were measured eight times using a Digital Vernier Caliper, with the 

average of the values presented in Table 4.6.  The results for these tests are found in section 4.6.2. 
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Table 4.6: Specimen dimensions (an average taken from 8 measurements) for the dynamic elastic modulus. 

Material Length, l (mm) Width, b (mm) Thickness, t (mm) Mass, m (g) 

SS316 50.083 4.988 2.988 5.924 

INVAR 50.037 4.991 2.989 6.038 

Nickel 50.019 4.991 2.989 6.596 

4.5. EPSC modelling 

The EPSC model (65), discussed in section 2.5.2.2, was used in this project to predict the lattice strain 

response of the neutron diffraction data collected for SS316, INVAR and pure nickel. To accurately 

predict the behaviour of the materials, texture analysis of the undeformed specimens was required. 

Therefore, EBSD was performed was conducted on undeformed regions of the three material 

specimens, details of the EBSD analysis parameters can be seen in section 4.3. Following this, a 

MATLAB code was created to convert the raw EBSD data into an ODF approximation of the texture 

file, this was then input into the EPSC code as an initial texture file. Additionally, the elastic constants 

measured in the elastic constant tests (discussed in section 4.4) were also used to tailor the EPSC 

models to each of the selected materials. Once the EPSC model was set up for each material, the 

model required optimisation using the experimental macro stress-strain curves recorded by the in 

situ neutron diffraction tensile tests. Details of the optimising process will be discussed in the 

following section.   

4.5.1. Optimisation  

The neutron macro stress-strain results were used to construct EPSC models by using a least 

squares-based MATLAB lab code to optimize the input parameters τ0, θ0, θ1, τ1. The optimisation 

method is shown in Figure 4.7, where the experimental data is the macro stress-strain curves 

calculated from the in situ neutron diffraction tensile tests. To find the optimal values the fit for not 

only the macro stress-strain curve was considered but also the lattice strain. By studying the lattice 

strain, each of the parameters was individually varied while the others were fixed, and it was seen 

that the position of onset plastic deformation was dominated by the τ0 value. Therefore, the 

optimal value was found for τ0 and then fixed and then the least squares algorithm was run for the 

remaining variables.  
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Figure 4.7 Flow chart of parameter optimisation routine utilizing built-in MATLAB least-squares optimization capability. 

 

4.6. Results  

This section will present the results of the in situ neutron diffraction tensile tests used to investigate 

the influence of SFE on the deformation of three materials with differing SFEs. The materials 

selected were SS 316, INVAR, and pure nickel. The results of the EPSC model are also presented in 

this section which uses the results of in situ neutron diffraction tensile tests to optimise the macro 

stress-strain data.  

4.6.1. EBSD Analysis 

EBSD analysis was performed on the tensile specimens following the tensile tests. To find the texture 

before loading, a sample was taken from the grip region of the sample. The EBSD analysis was used 

in the EPSC models to give the initial texture file. The results of the EBSD analysis for the 

undeformed regions of SS316, INVAR and pure nickel samples can be found in Figure 4.8 (a), (b) and 

(c) respectively. These EBSD maps were only indexed for 1 phase, this was nickel for pure nickel and 

for Fe-FCC for both INVAR and SS316. Evidence of a second-phase particle is shown as an unindexed 

point on the maps. Additionally, the results of the grain size measurements calculated using the 

standard line intersection method and ImageJ (method discussed in section 4.3.1) are shown in 

Table 4.7. This table also shows the estimated number of grains imaged by the EBSD analysis by 

using the map size (0.9 mm by 1.2 mm) and the grain lengths. The grain size of the SS316 is 

significantly larger than the other specimens, this was due to SS316 being provided by industry. 
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Although a smaller grain size would be better to compare to the other materials and provide lattice 

strain data on a larger number of grains, as the lattice strains had been measured using neutron 

diffraction SS316 in previous work (9), this ensured a level of verification for SS316 if the large grain 

size influenced the results. Therefore, to ensure the best neutron diffraction data could be collected 

for INVAR and pure nickel samples, the as-received grain size was kept for these two materials.  

 

Figure 4.8: EBSD maps with ipf colouring of the undeformed region used to provide the initial texture files for the EPSC 
model for (a) SS316, (b) INVAR and (c) pure nickel. 

 

(a) (b) 

(c) 
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Table 4.7: The grain size measurements for the SS316, INVAR and pure nickel samples. 

Material Average Grain Length (µm) Estimated Number of Grains 
Imaged 

SS316 69.5 223 

INVAR 16.57 3911 

Pure Nickel 15.24 4650 

 

4.6.2. Dynamic Elastic Modulus  

The results for dynamic elastic modulus tests for the SS316, INVAR and pure nickel samples can be 

found in Table 4.8. These results were calculated using Equations (4-2) and (4-3) with the dimensions 

and mass values found in Table 4.6 for each material. Here it can be seen that the INVAR sample has 

an elastic modulus which is much smaller than the other samples.  

Table 4.8: The dynamic elastic modulus results for the SS316, INVAR and pure nickel.  

Material Elastic Constant (GPa) 

SS316 198.94 

INVAR 144.38 

Pure Nickel 210.02 

 

4.6.3. In situ Tensile tests 

This section presents the results of the macro stress-strain results from the in situ neutron 

diffraction tensile tests (method discussed in section 4.2.2) of samples of SS316, INVAR and pure 

nickel. Figure 4.9 shows the stress and macro-strain results recorded for these three specimens 

during the loading process. The SS316 specimen is shown by the pink markers in Figure 4.9, here 

yield occurs at ~ 350 MPa. Post-yield the SS316 specimen shows an increase in the slope of the 

gradient. The INVAR specimen is shown by the green markers in Figure 4.9. Yield occurs at ~ 150 

MPa and post-yield the gradient shows an increase. For the nickel, shown in this figure by the blue 

markers, here yield is ~ 200 MPa and post-yield the Ni specimen shows little change in gradient with 

the gradient being horizontal.  
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Figure 4.9: Macro stress-strain curves obtained during the in situ neutron diffraction tensile tests for the SS316, INVAR, and 

pure nickel specimens. 

4.6.3.1. Lattice strain 

Figure 4.10 shows the longitudinal and transverse lattice strains for the SS316 sample, which were 

obtained using in situ neutron diffraction as described in section 4.2.2. SS316 has an FCC 

crystallographic microstructure (highlighted in Figure 4.1), therefore the orientation subsets which 

were studied were the {111}, {220} and the {200}. Engin-X, the neutron diffractometer used in this 

project, has a resolution of ~± 7.5 degrees, therefore, the subsets are within this degree of the given 

orientation. As neutron diffraction shows solely the elastic strains it can be assumed that when the 

lattice strain ceases to increase with increased stress that plastic deformation has occurred. This is 

particularly noticeable in the {220}-orientation subset in the loading (longitudinal) direction. The 

highest strain value recorded for the {220} subset in the loading direction is 0.0017 and in the 

transverse direction is -0.000964. The {111} orientation in the longitudinal direction shows a 

continued linear increase in the strain values as stress is increased, showing elastic strain to be 

constant throughout loading. The maximum strain value the {111} subset increases to in the loading 

direction is 0.0019 and in the transverse direction, it is -0.000579. The {200}-orientation subset 

shows an increase in strain with increasing stress, this subset increase linearly up to 300 MPa, 

however, at this point the line curves, with strain increasing more as stress increases. The maximum 

value recorded for the {200} subset is 0.0047 in the loading direction and in the transverse direction 

it is -0.0011. 
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Figure 4.10: Plot showing the lattice strain for SS316 in the grain subsets: 111, 220 and 200. These are seen in both the 

transverse and longitudinal directions. 

 

Figure 4.11 shows the longitudinal and transverse lattice strains for the INVAR sample. The {111} 

orientation subset shows a linear increase in strain with increasing stress up until a stress value of 

~40 MPa, beyond this point the gradient steepens. At a global strain value of 0.03, the {111} subset 

has a strain value of 0.0017 in the loading direction and a strain value of -0.00042 in the transverse 

direction. The {220} subset shows a linear increase in strain with stress up to a stress value of ~200 

MPa. At a strain value of 101 MPa, there appears to be an anomaly in the strain value recorded. At a 

global strain value of 0.03, the {220} subset has a strain value of 0.015 in the loading direction and -

0.00083 in the transverse direction. The {200} subset shows there to be a linear increase in elastic 

lattice strain as the stress increases up until a value of 145 MPa, beyond this the gradient decreases 

leading to a non-linear increase in strain with increasing stress values. At a global strain value of 

0.03, the {200} subset has a lattice strain value of 0.004 in the loading direction and a lattice strain 

value of -0.0011 in the transverse direction.  
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Figure 4.11: Plot showing the lattice strain for INVAR in the grain orientation subsets: 111, 200 and 200, in the transverse 

and longitudinal directions. Here (a) is the best fit scale to highlight the behaviours of the different orientation subset and 

(b) shows the comparative scale (same y-axis) to the SS316 specimen in Figure 4.10. 

Figure 4.12 shows the average longitudinal and transverse lattice strains for the pure nickel sample 

in the {111}, {220} and {200} orientations. For the {111} subset, the change in strain by increasing 

stress showed a linear increase up at a stress of 74 MPa, beyond this, a non-linear increase begins. 

At a global strain value of 0.03, the {111} subset had a lattice strain value of 0.0013 in the loading 

direction and a value of -0.000432. The {220} doesn’t show a clear linear increase in the elastic 

region, however at a stress value of 168 MPa the gradient of the curve decreases. At a global strain 

(a) 

(b) 
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value of 0.03, the {220} subset has a lattice strain value of 0.0013 and a value of -0.00052 in the 

transverse direction. The {200} subset shows a linear increase in strain up to a stress value of 118 

MPa, however, beyond this point there is not the same clear decrease in gradient which is observed 

in the SS316 and INVAR data sets. At a global strain value of 0.03, the {200} subset has a lattice strain 

value of 0.0022 in the loading direction and -0.00052 in the transverse direction.  

 

Figure 4.12: Plot showing the lattice strain for pure nickel in the grain subsets: 111, 200 and 200, for the transverse and 

longitudinal directions. Here (a) is the best fit scale to highlight the behaviours of the different orientation subset and (b) 

shows the comparative scale (same y-axis) to the SS316 specimen in Figure 4.10. 

 

(a) 

(b) 
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4.6.3.2. Full-Width Half Maximum 

The change in the spread of the diffraction peaks collected through neutron diffraction can be linked 

to both grain size and plastic deformation. The change in peak width can be measured by calculating 

the FWHM (discussed in section 2.6.4.1) during the application of mechanical stress. Figure 4.13 

shows the FWHM for the SS316 sample. For the {111} subset of grains, the FWHM is ~140 

throughout the increase in stress. The 200 subset of grains shows FWHM to be ~140 up until 450 

MPa, at that point the FWHM escalates to ~160. The {220} subset shows more deviation in FWHM 

value during loading, however, there appears to be an increase in the value above 500 MPa. 

 

Figure 4.13: Plot of the FWHM compared to stress values for the in situ neutron diffraction tensile tests for the selected 

subsets of grains with crystallographic orientations within 7.5 degrees of the 111, 200 and 220 for SS316. 

Figure 4.14 shows the FWHM for increasing stress for the INVAR sample. The 111 and 220 subsets 

show little change in the FWHM during the loading up to 300 MPa. The 111 subset remains between 

130 and 135 FWHM up until 300 MPa where the FWHM is around 140 FWHM. The 220 subset shows 

an increase from 80 to 90 FWHM after around 300 MPa. The 200-orientation subset of grains shows 

a larger increase, from 0 to 300 MPa the FWHM is at 120 but beyond 300 MPA it increases to 140.  
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Figure 4.14: Plot of the FWHM compared to stress values for in situ neutron diffraction tensile tests for the selected subsets 

of grains with crystallographic orientations within 7.5 degrees of the 111, 200 and 220 for INVAR. 

Figure 4.15 shows the FWHM for increasing stress for the pure nickel sample. The FWHM shows 

more variation for the subsets throughout loading than observed for the other materials. The 220 

shows some increase in the average FWHM value, from 0 to 325 MPa the average is ~80 above 325 

MPa the average is around 90 FWHM. The 111 shows the least deviation during the lower stresses 

with the average FWHM being ~ 135 but increasing to ~ 140 above 350 MPa. The 200 subset of 

grains shows little change in the FWHM throughout the test and even beyond yield at 325 MPa, the 

average remains at around 125 but with some values showing an increase.  
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Figure 4.15: Plot of the FWHM compared to stress values for in situ neutron diffraction tensile tests for the selected subsets 

of grains with crystallographic orientations within 7.5 degrees of the 111, 200 and 220 for pure nickel. 

4.6.4. Validation using the EPSC model 

The section will present the results of the EPSC model and compare them to the experimental data 

collected through in situ neutron diffraction. The EPSC model is explained in section 4.5 and the 

process of using the experimental data to optimise the model is found in Figure 4.7. The EPSC model 

contains four fixing parameters, these values were optimised using MATLAB to write a code to fit the 

model by using the least-squares method. The EPSC model requires an initial texture file of the 

sample, which was collected for each sample using EBSD analysis, the process of collecting the 

texture analysis is discussed in section 4.3. Additionally, the EPSC model required accurate values of 

elastic constants, the values used in the model can be found in Table 4.8. It was found by fixing each 

parameter individually that the τ0 value dominated the fitting. Therefore, by doing an initial fitting 

to find the τ0, τ1, θ0, θ1 values and then fixing τ0 and then optimising the τ1, θ0, θ1 values it was 

found to achieve the best fit. The values of τ0, τ1, θ0, θ1 used to optimize the EPSC model can be 

found in Table 4.9. 

Table 4.9 The fitting parameters used in obtaining the best fit between the EPSC model and the experimental data. 

Material 𝛕𝟎 (MPa) 𝛕𝟏 (MPa) 𝛉𝟎 (MPa) 𝛉𝟏 (MPa) 

Nickel 89 9 6564 145 

Invar 84 12 9948 180 

SS316 137 23 9331 73 
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By looking at the macro stress-strain graph for SS316 in Figure 4.18, the EPSC model shows 

reasonable agreement with the experimental data. The elastic region is seen between 0 MPa and 

300 MPa where yield is observed at 300 MPa. The fit of the plastic region is also smooth, this is to be 

expected as the model is designed to work on stainless steel alloys which behave similarly to SS316 

during loading. 

 

Figure 4.16: Macro stress-strain graphs for SS316, showing the comparison between the experimental in situ neutron 

diffraction tensile tests (markers) and the EPSC model results (line). 

Figure 4.17 shows the macro stress-strain results for the EPSC model for INVAR. Due to some 

outlying values below 25 MPa, they have been excluded to ensure they do not affect the fit of the 

model. The elastic region of the model between 0 and 200 MPa shows to be in excellent agreement 

with the experimental data. The model seems to struggle to fit the yield as there is a sharp change in 

gradient at 260 MPa. The plastic region predicted by the model shows reasonable agreement with 

the experimental data. The EPSC model’s prediction of the INVAR specimen shows some difficulty 

aligning with some of the data points from the experimental data, this is likely due to INVAR not 

being a stainless-steel alloy like SS316 and so behaves differently in the plastic region.  
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Figure 4.17: Macro stress-strain graphs for INVAR, showing the comparison between the experimental in situ neutron 

diffraction tensile tests (markers) and the EPSC model results (line). 

Figure 4.18 shows the macro stress-strain curves calculated for the pure nickel sample. Before yield, 

at stress values below ~175 MPa, the model under-predicts the increase in strain with the applied 

stress. Additionally, yield the model underpredicts the stress value at yield. Following yield, the 

model shows an increase in the stress-strain slope, this indicates work hardening, however, pure 

nickel doesn’t show this in the experimental results. Therefore, the model starts at a stress value 

below the experimental data at a value of ~325 MPa but increases to ~ 360 MPa by the then of the 

test but the experimental data shows there to be constant stress following yield at ~450 MPa.  
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Figure 4.18: Macro stress-strain graphs for pure nickel, showing the comparison between the experimental in situ neutron 

diffraction tensile tests (markers) and the EPSC model results (line). 

4.6.4.1. Comparison of the Measured and Modelled Lattice Strain 

Once the parameters were found for each material using the macro stress-strain neutron data to 

optimise the model, the lattice strain predicted by the EPSC model could be plotted. However, it was 

noted that the elastic constants determined from the neutron diffraction tests for both SS316 and 

nickel were lower than the recorded elastic constants found in other sources. Therefore, additional 

elastic constant tests were performed and the values for these are shown in Table 4.8. 

The results of the lattice strain data, showing the comparison plots between the EPSC model and the 

experimental neutron diffraction data for the {111}-, {220}- and {200}-orientation subsets of grains 

can be seen in Figure 4.19. The 111-orientation subset of grains showed the shapes of the curves for 

the model and the experimental data to be in reasonable agreement, however, the experimental 

data shows a steeper gradient. The model reflected the linear increase in the strain seen in the 

experimental data which is caused by elastic deformation. The {220}-orientation subset shows a 

deviation in the longitudinal direction towards a greater strain for the model than is seen in the 

experimental data. However, the shapes of the curves are very similar. The {200} family of grains 

shows the elastic region to be linear and then, following yield the gradient decrease and strain 

increases with increasing stress. opposite effect where it essentially allows for more strain to take 

place as stress increases. For this orientation, the model is in good agreement with the shape of the 

model however over predicts the strain values in this direction, at 3% global at the end of the test 
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the model predicts strain values of ~0.0056 whereas the experimental data predicts lattice strain 

values of ~0.0048. 

 

 

Figure 4.19: Graphs comparing the lattice strain obtained through in situ neutron diffraction tensile tests (markers) to that 
predicted by the EPSC model for SS316 for the grain families with orientations within 7.5 degrees of the 111, 220 and 200 
orientations. The lattice strain values parallel (long) and perpendicular (trans) to the loading direction are shown in this 

figure.  

The results of the EPSC model for the lattice strains of INVAR compared to the experimental data can 

be found in Figure 4.20. First looking at the lattice strain values in the loading direction which is 

labelled as ‘long’ in the figure, the 200 subset shows to be in reasonable agreement with the 

experimental data with the first three data points being perfectly aligned. The change in gradient 

observed in this orientation in the neutron diffraction data at around a strain value of 0.002 is also 

seen in the results of the EPSC model. For the 111-orientation subset in the loading direction, it can 

be seen that the EPSC model somewhat over-predicts the values of strain for the higher values of 

stress. However, the shape of the line created can be seen to be reflective of the experimental data 

as there is no change in gradient which indicates the subset continues deforming elastically. This is a 

similar result to the 220-orientation subset of grains in the loading direction, where the model over-

predicts the values of strain, but shows the same overall shape witnessed in the neutron diffraction. 

The 220 subset deforms plastically before the other subset and plastic deformation is observed 

when the values of strain cease to increase with increasing load, this is seen in the 220 subset model 

above values of stress greater than ~ 225 MPa.  
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Figure 4.20: Graphs comparing the lattice strain obtained through in situ neutron diffraction tensile tests (markers) to that 
predicted by the EPSC model for INVAR for the grain families with orientations within 7.5 degrees of the 111, 220 and 200 

orientations. The lattice strain values parallel (long) and perpendicular (trans) to the loading direction are shown in this 
figure.  

The results for the pure nickel lattice strain values in the EPSC values can be found in Figure 4.21. 

Pure nickel shows a much linear increase in the experimental lattice strain values as the stress 

increase for all subsets than seen in the INVAR and SS316 samples.  For the EPSC model results in the 

loading direction (long) the 200 subset is in good agreement with experimental data up to a strain 

value of 0.001 but beyond this value, the model over-predicts the strain values. The 220 subset 

shows the same pattern as the experimental data but over-predicts the values of strain.  The 111 

subset shows the largest over-estimate in the longitudinal direction and the shape is not as linear as 

the experimental data. In the transverse direction, the 111- and 220- orientation subsets are shown 

to be in good agreement with the experimental data up to 150 MPa, however, beyond this, the 

model predicts a decrease in gradient which is not observed in the experimental data. The 200 

subset shows similar behaviour to the SS316 and INVAR where the model curves away from the 

neutron data, but again shows relatively good agreement between the model and the neutron data 

up to 150 MPa. 
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Figure 4.21: Graphs comparing the lattice strain obtained through in situ neutron diffraction tensile tests (markers) to that 
predicted by the EPSC model for pure nickel for the grain families with orientations within 7.5 degrees of the 111, 220 and 

200 orientations. The lattice strain values parallel (long) and perpendicular (trans) to the loading direction are shown in this 
figure.  

4.6.5. Post-Mortem EBSD Analysis 

A post-mortem EBSD Analysis was performed on a cross-section through the centre of the tensile 

specimens subjected to in situ neutron diffraction tensile testing. Figure 4.22 (a) shows the grains 

subjected to 3% strain after the neutron diffraction tensile test, the grains show a random texture 

and a grain size which is like that in the undeformed region in Figure 4.8 (a). Figure 4.22 (b) shows 

the EBSD analysis for INVAR, the sample still shows a random texture and no change in grain size 

compared to the undeformed region in Figure 4.8 (b). Figure 4.22 (c) shows the EBSD analysis for the 

pure nickel sample, the grain size is unchanged from the undeformed region. Pole figures for the 

SS316, INVAR and pure nickel specimens (for both the deformed and undeformed regions) are 

shown in Figure 4.23, Figure 4.24 and Figure 4.25 respectively. Further analysis of the post-mortem 

EBSD analysis is covered in Chapter 5.  
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Figure 4.22: EBSD analysis of tensile test specimens (3% strain) after in situ neutron diffraction tensile testing for materials: 
(a) SS316, (b) INVAR and (c) pure nickel. 

(a) (b) 

(c) 
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Figure 4.23: Pole figures for (a) undeformed and (b) deformed regions of the SS316 specimen. 

 

 

Figure 4.24: Pole figures for (a) undeformed and (b) deformed regions of the INVAR specimen. 

(a) 

(b) 

(a) 

(b) 
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Figure 4.25: Pole figures for (a) undeformed and (b) deformed regions of the pure nickel specimen. 

 

4.7. Discussion 

This section will discuss the results of the in situ neutron diffraction tensile tests performed on SS316 

INVAR and pure nickel to study the influence of SFE on deformation. It will then go on to discuss the 

results of the accompanying EPSC models. In previous work, the EPSC model had shown agreement 

with experimentally acquired neutron diffraction lattice strains (9,13,69,70), this was also found to 

be the case for the neutron diffraction tests and EPSC model in this project.   

Figure 4.9 shows the macro stress-strain curve collected through in situ neutron diffraction for the 

SS316, Invar and pure nickel. SS316 and INVAR both indicate that work hardening has occurred after 

yield as indicated by a slight increase in the stress required to increase strain throughout loading. 

This is to be expected as both SS316 and INVAR have low SFE values, and therefore are suspectable 

to dislocation pile up during loading leading to work hardening (30). However, even though work 

hardening is present within the pure nickel sample the effect is to a lesser extent. Pure nickel has a 

high SFE, thus cross slip can occur with relative ease, meaning dislocation pile-up isn’t present during 

deformation. As a result, work hardening is observed to a lesser extent, and this is shown in Figure 

4.9 for the pure nickel sample. 

(b) 

(a) 
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Neutron diffraction only measures elastic strain. If treating each peak individually, elastic strain for 

subsets of grains with orientations which satisfy Bragg’s law can be isolated, allowing the influence 

of anisotropic deformation to be quantified. The ENGIN-X neutron diffractometer contains detectors 

with a 7.5 degree solid angle, essentially averaging the data collected from ± 7.5 degrees from the 

given strain vector orientation. The crystallographic subsets analysed in this chapter are for grains 

within 7.5 degrees of the 111, 220 and 200 crystallographic orientations. The influence of SFE on 

deformation can be seen by studying the lattice strain values for the longitudinal and transverse 

directions shown in Figure 4.10, Figure 4.11 and Figure 4.12 for SS316, INVAR and pure nickel 

respectively. For SS316 (shown in Figure 4.10), the 220 subset of grains stops increasing in lattice 

strain beyond a strain value of around 1.5 × 10−3 and a stress value of 450 MPa, even as the stress 

continues to increase. This indicates the onset of plastic deformation in the 220 orientation subset of 

grains. However, the 111-orientation grain family shows a linear increase in lattice strain with stress, 

even at stresses above yield which is ~50 MPa, this shows that this subset is still deforming 

elastically beyond yield. The 200-orientation subset of grains shows a shift to allowing more elastic 

strain with an increase in stress, this implies that this grain subset is allowing for the anisotropic 

grain deformation by continuing to behave elastically for longer. For the INVAR specimen in Figure 

4.11, the lattice strain values for the 200-orientation subset of grains in the loading direction have 

the same decrease in gradient observed in the SS316 sample following yield. In the elastic region 

before yield at ~200 MPa, the 200-subset deforms linearly, however after yield the strain increases 

more for each stress increment. This implies that after plastic deformation has occurred in some of 

the grains within the material, the 200-orientation subset is allowing for the mismatch in orientation 

deformation and elastically deforming more. This same effect is seen in the paper by Daymond and 

Bouchard (9) which can be seen in Figure 2.15. The 111- and 220-orientation subsets also show a 

similar progression throughout the loading as the SS316 specimen, with the subsets deforming 

elastically throughout the lower stress values. After yield the 220 subset shows a slight shift away 

from increasing strain with increasing stress, indicating the onset of plastic deformation. Figure 4.12 

shows the lattice strain values for the transverse and longitudinal directions of the pure nickel 

specimen for the 111, 220 and 200 orientations subsets. The {200} orientation subset in the loading 

direction does not show the decrease in gradient that is seen in both the SS316 and INVAR samples 

and remains linear throughout.  This indicates that deformation is occurring at a constant rate 

throughout the test and the load sharing which is observed in the SS316 and INVAR specimens is not 

present in the pure nickel sample. The 220 orientation subset shows the strain values cease to 

increase with increasing strain indicating the onset of plastic deformation and the 111 subset 

remains linear throughout implying that grains with this orientation are still deforming elastically.  
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The FWHM for the peaks in the neutron diffraction tests can be used to indicate a change in grain 

size or the onset of plastic deformation (63). By looking at the EBSD maps from Figure 4.8 and Figure 

4.22 for the specimens of SS316, INVAR and pure nickel before and after loading, there was no 

observable change in grain size after deformation for any of the samples. This implies that the 

increase in FWHM of the diffraction peaks during loading was likely related to plastic deformation. 

However, as these regions were taken from separate parts of the sample during post-mortem EBSD 

analysis, any change in grain size could not be directly recorded. By looking at Figure 4.13, which 

shows the FWHM for SS316, even after the macro stress-strain response reached yield and is 

deforming plastically overall the 111 subset of grains continues to deform elastically and the FWHM 

remains relatively constant. Figure 4.14 shows the FWHM progression during loading of the INVAR 

specimen within the 111, 200 and 220 subsets of grains and shows the largest change from the 

beginning of loading to the end to be in the 200-orientation subset. The results of the FWHM for 

pure nickel are shown in Figure 4.15, this specimen showed the most fluctuation in peak width 

during loading for all subsets. These results do not align with the lattice strain data obtained for 

these materials in the given subsets, for example, it is seen in the strain data that the 220-

orientation subset has begun to show plastic deformation and therefore this should show the 

greatest change in the FWHM, yet this is not the case.  As the FWHM shows an increase in values 

when macroscopic yield starts, this implies that it is a good indicator of plasticity but is unable to 

quantify the anisotropic yielding of the orientation subsets.  Additionally, the lack of FWHM change 

for the elastic regions may show that for low SFE materials which experience deforming by twinning, 

the FWHM varies less, whereas for high SFE materials the FWHM varies more.  

The EPSC model was used in this project to predict the lattice strain values for the 111, 220 and 200 

orientation subsets. The model required the macro stress-strain data and the initial texture file of 

the specimens to predict the lattice strain values in the 111, 220 and 200 orientation subsets for the 

SS316, INVAR and pure nickel samples. The macro-stress strain curve for SS316 Figure 4.16, this 

material showed an excellent fit between the experimental data and the EPSC model. This is to be 

expected as the model is designed to model stainless steel alloys with low SFEs and therefore the fit 

after yield is perfectly matched. Figure 4.17 shows the macro-stress strain curve for INVAR, this 

shows a good fit in the elastic region, but the model seems to struggle to replicate the plastic region. 

However, the overall fit is in reasonable agreement with the experimental data, this is likely due to 

INVAR having a low SFE so experiences work hardening after yield. Figure 4.18 shows the macro-

stress strain curve fit for pure nickel, this shows the largest deviation from the stress-strain curve in 

the experimental data to the EPSC model. The optimisation code was unable to find a local minimum 

for the coefficients and therefore struggled to fit the model to the experimental data. Multiple runs 
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of the optimisation were performed using the optimum values from the previous test as well as 

fixing some of the parameters, however, the values continued to vary with each test. This could be a 

result of the model predicting there to be strain hardening, which is common in many alloys, but 

since Ni is a pure material, this phenomenon is not observed and, therefore, the model cannot 

match the experimental data. The EPSC model uses the Voce hardening model, this model fits well 

for the low SFE materials SS316 and INVAR, but like pure nickel, the INVAR specimen did not reach a 

local minimum even though the fit was much better. This may be because INVAR is a binary alloy 

and not a complex alloy such as SS316, therefore, the Voce hardening model does not accurately fit 

the deformation behaviour. 

The results of the EPSC model for the lattice strain values for SS316 and INVAR specimens are shown 

in Figure 4.19 and Figure 4.20. For these specimens, the model was able to accurately predict the 

curve of the lattice strain, correctly indicating the change in gradient following yield. Figure 4.19 

showed that in the loading direction the model over-predicted the values of strain for the SS316 for 

all subsets but correctly estimated the shapes of the curves. In the 220 orientation subset, the model 

accurately predicted the onset of plastic deformation, which is shown by the strain values no longer 

increasing near the end of the test. For INVAR, the 200 subset is in good alignment with the 

experimental data, however, the 220 and 111 subsets are over-predicted in the longitudinal 

direction. For the EPSC lattice strain predictions for the pure nickel specimen, shown in Figure 4.21, 

the lattice strain 200 subsets in the loading direction fit well in the elastic region but after yield, it 

over-predicts the increase in strain and does not accurately reflect the change in gradient of the 

curve that is modelled in the INVAR and SS316 specimens. The model also struggles to predict the 

shapes of the 111 and 220 subsets throughout the test. For continuity between the tests, the Voce 

hardening model was used in the EPSC model. This worked well for INVAR and SS316 as they both 

have low SFE and therefore experience a larger amount work hardening after yield, however, as 

pure nickel has a high SFE and allows for cross slip, the model is unable to accurately predict the 

shape of the lattice strains. Comparing these results to the room temperature results recorded by 

Daymond and Bouchard (9) (shown in Figure 2.15), the EPSC model showed a similar level of 

accuracy to the experimental data. However, when comparing these results, it should be noted that 

this work contained more data points throughout the test than was used in this project, and this 

would have allowed a better fit to be reached. Additionally, the neutron diffraction tests in this 

thesis were not taken to as higher strain values as the ones in the paper discussed, this may mean 

the model struggled with predicting the lattice strain values. Francis et al. (72) also shows a better fit 

between the EPSC model and the neutron diffraction data than seen in this thesis. However, this 
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may be again due to the higher strains the sample was taken to or that the material used was 

Waspaloy, which has not been investigated in this project.  

The influence of SFE on deformation mechanics can be observed in both the results of the neutron 

diffraction results and the EPSC model. Because pure nickel has been suggested as a surrogate alloy 

for modelling SS316 behaviour, to reduce the required complexity of models, this chapter has 

presented how the difference between the SFE of the materials will influence the deformation of the 

materials. Materials with a low SFE, such as SS316 and INVAR, experience work hardening following 

yield due to dislocation pile up, whereas high SFE materials like nickel can cross-slip, therefore, do 

not have work hardening. These results have suggested INVAR as an alternative to pure nickel for 

modelling SS316, due to also having a low SFE and simplistic chemical composition. The EPSC model 

was selected due to its ability to model stainless steels, and in addition to predicting SS316 

effectively, it was also able to predict the deformation mechanics for the INVAR specimen, whereas 

it struggled to model the pure nickel sample. This shows that for the EPSC model pure nickel is not a 

suitable alternative to SS316, however, INVAR is much closer. The outcome may be different for 

another model, but there does appear to be enough difference between the responses for SS316 

and pure nickel that the two are not good correlates. This shows how the SFE should be considered 

when using a material with a simpler chemical composition to model a complex alloy.  

4.8. Summary 

This chapter discussed the influence of SFE on the deformation mechanics and how when selecting a 

material to model a complex alloy the SFE should be considered. Despite the differences in tensile 

strength and elastic constants for the SS316 and INVAR samples, they both have low SFEs leading to 

the deformation behaviour being very similar, and both specimens showed reasonable agreement 

with the EPSC model. Pure nickel showed very different behaviour following yield, as work hardening 

was not present, this meant the EPSC model struggled to fit the deformation behaviour recorded 

from the in situ neutron diffraction tests.  

Ideally, deformation prediction models would be used independently of experimental procedures 

such as neutron diffraction. However, the results of the EPSC models in this section showed that in 

this case the model used is unlikely to produce sufficient information on the deformation behaviour 

of these three materials alone and requires external validation.  
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5. Using EBSD metrics to quantify plastic strain accumulation 

5.1. Overview 

EBSD analyses the crystallographic structure of a material by firing electrons at the surface of a 

specimen and observing the angle at which they are reflected. This is done point by point to create a 

pixel-like data set of crystallographic information across a 2-dimensional surface plane. In an 

idealised polycrystal, each measurement within a grain would be identical and grain boundaries 

show up as sudden changes in orientation. However, defects and anomalies can form when 

deformation occurs, this disruption in the crystallographic lattice is registered in EBSD mapping 

(discussed in sections 2.4.1.1 and 2.6.1.1). These defects are reflected in the EBSD as misorientation 

of the crystallographic structure, and the accumulation of misorientation implies the presence of 

plastic deformation. 

The post-mortem EBSD data of the in situ neutron diffraction tensile test specimens (first presented 

in sections 4.3, 4.6.1 and 4.6.5) are further analysed in this current chapter by using EBSD metrics to 

interpret the accumulation of plasticity. Additionally, the EBSD data was segmented into grain 

subsets based on their crystallographic orientation which correlated to the diffraction peaks in the 

neutron diffraction tests performed at ENGIN-X (with 7.5 degrees of the 111, 220 and 200 

orientations). These subsets were then compared using EBSD metrics, which are discussed in detail 

in section 2.6.1.1. 

5.2. Methodology 

To produce a comparison between the deformed and undeformed microstructure before and after, 

post-mortem EBSD analysis was performed on the in situ neutron diffraction tensile test samples. 

This process was discussed detail in section 4.3 in the previous chapter. 

5.2.1. EBSD Analysis 

Section 4.3 discusses the process of preparing the neutron diffraction specimens for post-mortem 

EBSD analysis, with the exact grinding and polishing stages shown in Table 4.3 and  

Table 4.4 respectively. Additionally, it was found the INVAR was prone to oxidation, therefore, 

required surface preparation to be performed just before the EBSD analysis. 

5.2.2. EBSD Metrics 

EBSD Metrics can be calculated from the EBSD data using the MTEX toolbox (140,141) in MATLAB. 

There are three EBSD metrics studied in this chapter are the GOS, GAM and KAM, details on these 
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methods can be found in section 2.6.1.1. For the KAM calculations the surrounding pixels were 

limited to only the first order, this can be seen in Figure 5.1. 

 

Figure 5.1: Number of surrounding pixels for KAM calculations 

5.3. Results 

This section will present the results of the EBSD analysis for the deformed and undeformed SS316, 

INVAR and Nickel samples. Firstly, figures containing the global maps of EBSD, KAM, GAM, GOS, 

Schmid factor and Taylor factor for each of the samples. This will be followed by histograms showing 

these values separated into subsets based on their orientations.  

5.3.1. EBSD Raw Data 

This section will display the results of the EBSD analysis and EBSD metric maps of the deformed and 

undeformed SS316, INVAR and pure nickel samples. The figures presented in this section are 

repeated from the previous chapter (shown in Figure 4.8 and Figure 4.22) to make easier 

comparisons between the raw EBSD data and the EBSD metric results. Figure 5.2 (a)(i) shows the 

region analysed to reflect a section which was undeformed in the SS316 sample. Figure 5.2 (a)(ii) 

shows the region selected for SS316 which had been deformed to 3% strain during in situ tensile 

testing as explained in Section 4.2.2. Figure 5.2 (b)(i) shows the region imaged for undeformed 

INVAR. Figure 5.2 (b)(ii) shows the region imaged for the INVAR sample deformed to 3% strain. 

Figure 5.2 (c)(i) shows the region imaged for the undeformed pure nickel. Figure 5.2 (c)(ii) shows the 

region imaged for the pure nickel sample deformed to 3% strain. 
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Figure 5.2: Map plots of the EBSD data for the undeformed and deformed regions for (a) SS316, (b) INVAR and (c) pure 
nickel. 
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Figure 5.3 shows maps of spatially resolved Schmid factors calculated from the EBSD shown in Figure 

5.3. As all three materials show a higher concentration of grains with higher values of Schmid factor 

(greater than 0.45) compared to grains with a lower value of Schmid factor (less than 0.36). Figure 

5.4 shows the spatial Taylor factor maps calculated from the EBSD maps from Figure 5.3. The maps 

show an even spread of grains with values between 2.3 to 3.7.  
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Figure 5.3: Map plots of the Schmid factor values calculated from the EBSD data are shown for (a) SS316, (b) INVAR and (c) 
pure nickel 
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Figure 5.4: EBSD maps for Taylor factor values calculated from EBSD data from the deformed and undeformed regions cut 
from the samples (a) SS315, (b) INVAR and (c) pure nickel. 
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5.3.2. Extracting EBSD Metrics 

EBSD metrics can be used to identify the concentrations of misorientation occurring in the EBSD 

analysis. Figure 5.5 (a)(i) shows GOS values in degrees for the undeformed region of SS316. This 

image shows there to be grains with values of GOS to be between ~1 degree to ~6 degrees. Figure 

5.5 (a)(ii) shows the values of GOS for the grains within the region deformed to 3% strain for SS316. 

This image shows there to be grains with values of GOS to be up to 8 degrees and a larger 

percentage of grains with values greater than 5 degrees compared to the undeformed sample in 

Figure 5.5 (a)(i). Figure 5.5 (b)(i) shows the GOS map for undeformed INVAR. This map shows there 

to be mainly grains with little orientation spread and typically around between 0 and 1 degrees, with 

some outliers extending to 2-3 degrees. Figure 5.5 (b)(ii) shows the INVAR region which has been 

subjected to 3% strain. This region shows a higher percentage of grains with GOS values between 1 

to 3 degrees showing there to be more orientation spread in the deformed sample than in the 

undeformed sample. Figure 5.5 (c)(i) shows the GOS map for the undeformed pure nickel sample. 

This shows there to be a range of values of GOS between 0 and 3 degrees. Figure 5.5 (c)(ii) shows the 

GOS values for the deformed pure nickel sample at 3% strain. The figure shows there to be a similar 

amount of GOS values compared to the undeformed figure, with a fractionally slight increase in 

grains with values between 2 and 3 degrees.  
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Figure 5.5: EBSD maps for GOS calculated from EBSD data from the deformed and undeformed regions cut from the 
samples (a) SS315, (b) INVAR and (c) pure nickel. 
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The EBSD metric GAM measures the average misorientation within a grain. Figure 5.6 (a)(i) shows 

the GAM map for the undeformed region of SS316. The figure shows there to be a range of values 

between 0 and 1 degrees, however, there are a larger majority of grains with values between 0 and 

0.3 degrees. Figure 5.6 (a)(ii) shows the GAM map for the deformed region of the SS316 sample. 

Compared to the undeformed region, the deformed region shows a higher percentage of grains with 

GAM values greater than 0.5 degrees. Figure 5.6 (b)(i) shows the GAM map for the undeformed 

region of INVAR. This undeformed region shows all grains to have values of GAM to be ~ 0 degrees, 

showing there to be very little misorientation in the undeformed sample. Figure 5.6 (b)(ii) shows the 

GAM values for the deformed region of INVAR subjected to 3% strain. This shows that some grains in 

the deformed sample have values of GAM up to around 0.6 degrees, indicating that more 

misorientation is seen in the deformed region. Figure 5.6 (c)(i) shows the GAM map for the 

undeformed region of the pure nickel sample. This figure shows that the undeformed region of 

nickel has grains with GAM values between 0 and 0.6 degrees. Figure 5.6 (c)(ii) shows the GAM map 

for the undeformed region of pure nickel. This figure shows there for be grains with values of GAM 

to be between about 0 and 0.6 degrees, similar to the undeformed samples however there seems to 

be a slight increase in the number of grains with higher values of GAM.  
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Figure 5.6: EBSD maps for GAM calculated from EBSD data from the deformed and undeformed regions cut from the 
samples (a) SS315, (b) INVAR and (c) pure nickel. 
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The EBSD metric KAM is similar to GAM but the average misorientation is averaged over a kernel as 

opposed to the grain. Figure 5.7 (a)(ii) shows the KAM values for the undeformed region of the 

SS316 sample. This region shows a concentration of misorientation to occur at the grain boundaries 

of grains. Figure 5.7 (a)(ii) shows the KAM values for the deformed region of the SS316 sample which 

was subjected to 3% strain. The deformed region shows an increased number of regions with higher 

KAM values than the undeformed region but is concentrated at the grain boundaries. This indicates 

that following deformation, the average misorientation of SS316 increases. Figure 5.7 (b)(i) shows 

the KAM values for the undeformed region of INVAR. This figure shows the values of KAM to be 

consistently around 0 degrees for this region, indicating that there is no misorientation recorded for 

this area. Figure 5.7 (b)(ii) shows the KAM map for the deformed region of the INVAR sample. The 

region shows some areas to have values of KAM up to around 0.02 degrees, indicating that following 

the loading of the sample increased the misorientation throughout the sample. Figure 5.7 (c)(i) 

shows the KAM map for pure nickel before deformation. This region shows a range of KAM values 

spanning between ~ 0 and 0.025 degrees. Figure 5.7 (c)(ii) shows the KAM values for the deformed 

region of pure nickel at 3% strain. This shows a similar range in KAM values observed in the 

undeformed region (between 0 and 0.025 degrees). Unlike, the SS316 and INVAR samples the 

change between the undeformed and deformed sample is far less noticeable for the pure nickel 

indicating that deformation does not affect the average misorientation of the sample as greatly. 
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Figure 5.7: EBSD maps for KAM in radians calculated from EBSD data from the deformed and undeformed regions cut from 
the samples (a) SS315, (b) INVAR and (c) pure nickel. The white regions on the figures are unindexed points.  
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The scales for the EBSD metric map plots, found in Figure 5.5, Figure 5.6 and Figure 5.7, are kept 

consistent for all three materials to allow comparisons between them to be drawn. However, the 

scale for the INVAR and pure nickel are much smaller than the SS316, therefore, additional plots 

have been used to visualise the spatial variations in these metrics in a similar way to how it is 

possible with SS316.   

Figure 5.8 (a)(i) shows the GOS map values for the undeformed INVAR sample and Figure 5.8 (a)(ii) 

shows the values for the deformed region of the INVAR sample, both figures have a range between 0 

and 2.5 degrees. At this scale it is clearer the difference between the deformed and undeformed 

samples, the undeformed section contains predominately grains with an orientation spread of 0 

degrees, whereas the deformed section varies between 0 and 1.5 degrees. Figure 5.8 (b)(i) shows 

the GAM values for undeformed INVAR and Figure 5.8 (b)(ii) shows the GAM values for deformed 

INVAR with a scale of 0 to 1 degree. Similar, to the GOS values, the undeformed region shows all 

GAM values within grains to be at 0 degrees, unlike the deformed section which shows some grains 

to have values above 0.6 degrees. Figure 5.8 (c)(i) shows the KAM values for the undeformed section 

of the INVAR sample whereas Figure 5.8 (c)(ii) shows the deformed area with scales between 0 and 1 

degrees. Figure 5.8 (c)(i) shows very few instances where the KAM values are above 0 degrees, 

whereas Figure 5.8 (c)(ii) shows a large proportion of the map being above 0.2 degrees. This also 

highlights the concentrations forming around the grain boundaries which is observed at the greater 

length scale for SS316 in Figure 5.7 (a)(ii).  
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Figure 5.8: A comparison between the deformed and undeformed regions of the INVAR sample using a refined scale to 
highlight the change between samples for the EBSD metrics (a) GOS, (b) GAM and (c) KAM. 

K
A

M
 in

 d
eg

re
e 

K
A

M
 in

 d
eg

re
e 

(a) 

(b) 

(c) 

(ii) 3% Strain  (i) Undeformed Sample Section 

(i)Undeformed Sample Section (ii) 3% Strain  

 

Undeformed Sample Section 

(i)Undeformed Sample Section (ii) 3% Strain  

 



96 
 

Figure 5.9 shows the refined scales for the GOS, GAM and KAM maps for the pure nickel specimen. 

Figure 5.9 (a)(i) shows the GOS values for undeformed pure nickel and Figure 5.9 (a)(ii) shows the 

GOS values for the deformed region, both with a length scale of 0 to 3 degrees. Both regions show 

areas with grains that have higher GOS values and regions with grains with lower GOS values but 

there seems to be little change between the two regions implying that deformation has little effect 

on the GOS values of pure nickel. Figure 5.9 (b)(i) shows the GAM values for undeformed pure nickel 

and Figure 5.9 (b)(ii) shows the values for the deformed region of pure nickel, where the length scale 

is between 0 and 2 degrees. The pure nickel sample shows very little change between the deformed 

and undeformed regions with all values for GAM in both regions remaining less than 0.6 degrees. 

Figure 5.9 (c)(i) shows the KAM values for undeformed pure nickel and Figure 5.9 (c)(ii) shows the 

KAM values for the deformed region of pure nickel. Both regions show around the same 

concentrations of higher peaks in KAM values. Compared to the INVAR and SS316 samples the pure 

nickel shows very little difference between the deformed and undeformed regions. This may imply 

that nickel already contains a large amount of misorientation before deformation or that 

deformation has little impact on increasing the misorientation of grains. 
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Figure 5.9: A comparison between the deformed and undeformed regions of the pure nickel sample using a refined scale to 
highlight the change between samples for the EBSD metrics (a) GOS, (b) GAM and (c) KAM. 
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5.3.3. Segmenting EBSD data 

A MATLAB code was written to segment the EBSD data into subsets of grains containing similar 

crystallographic orientations that correspond to the grain orientations satisfying Bragg’s law for each 

of the interesting ENGIN-X diffraction peaks. The three subsets selected were within 7.5 degrees of 

the 111, 220 and 200, this is because ENGIN-X has an accuracy of ± 7.5 degrees and this allowed a 

comparison to be drawn between the two techniques. Additionally, to ensure a comparison could be 

made to the neutron diffraction data, the grains selected were those that would be perpendicular to 

the loading direction (the same grains that would diffract in the neutron diffraction tests). This 

enabled a direct comparison with the neutron diffraction data presented in section 4.6. 

The number of grains identified by MATLAB for each of the samples can be found in Table 5.1. Due 

to the regions being from different parts of the material, it is expected that these values will vary.  

Table 5.1 This table shows the number of grains identified by the MATLAB for the specified crystallographic orientations 

State Material Crystallographic Orientations 

111 220 200 

Undeformed SS316 103 101 31 

INVAR 628 367 455 

Nickel 474 559 392 

Deformed SS316 104 193 149 

INVAR 862 371 631 

Nickel 657 439 586 

 

To visualise the subsets selected for the EBSD metric analysis, EBSD maps with only the grains which 

would diffraction to the given peak are presented in this section. Figure 5.10 shows segmented EBSD 

maps for the undeformed region of SS316, showing the grains which would diffract to the 111, 220 

and 200 peaks at ENGIN-X. There are visibly more grains for the 111 orientation subset in Figure 5.10 

(a) compared to the 220 and 200 subsets. The 111 subset shows a slight variation in the blue tone 

within the grains indicating a range of orientations, whereas the 220 and 200 subsets both have solid 

colours. 
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Figure 5.10: The grains selected by the MATLAB code for undeformed SS316 showing the subsets of grains within 7.5 

degrees of the (a) 111, (b) 220 and (c) 200 orientations. 

Figure 5.11 shows segmented EBSD maps for the deformed region of SS316, showing the grains 

which would diffract to the 111, 220 and 200 peaks at ENGIN-X. The grains in the 111 orientation 

subset show an increased colour variation throughout the grains compared to the undeformed 

region, indicating more range of orientations following deformation. An increase in variation is also 

found in the 220 subsets, particularly in the grain highlighted in Figure 5.11 (b). There is less colour 

variation in the 200 than in the other two subsets, additionally, more grains are observed than in the 

undeformed region.  

 

Figure 5.11: The grains selected by the MATLAB code for deformed SS316 at 3% strain showing the subsets of grains within 

7.5 degrees of the (a) 111, (b) 220 and (c) 200 orientations. 

Table 5.2 shows the pole figures for the selected subsets of grains with the orientations 111, 220 and 

200 for both the undeformed and deformed regions SS316. The undeformed region has data points 

accumulated in specific regions within the pole figures, whereas the deformed sample shows the 

points to be spread out in all directions. 

(a) (b) (c) 

(a) (b) (c) 
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Table 5.2: Pole figures for the undeformed and deformed regions of the SS316 specimen, where the grain subsets are 
defined to be within 7.5 degrees of the (a) 111, (b) 220, and (c) 200 orientations. The out of plane direction is the loading 
direction. 
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Figure 5.12 shows segmented EBSD maps for the undeformed region of INVAR, showing the grains 

which would diffract to the 111, 220 and 200 peaks at ENGIN-X The grains are evenly distributed in 

all subsets showing the orientation is random throughout. The grains are much smaller than the 

SS316 sample, so it is harder to tell the colour distribution within grains, however, there is some 

variation between grains in the 111 orientation subset in Figure 5.12 (a). The 220 and 2000 subsets 

also show some colour variation between grains. 

 

Figure 5.12: The grains selected by the MATLAB code for undeformed INVAR showing the subsets of grains within 7.5 

degrees of the (a) 111, (b) 220 and (c) 200 orientations. 

Figure 5.13 shows segmented EBSD maps for the deformed region of INVAR, showing the grains 

which would diffract to the 111, 220 and 200 peaks at ENGIN-X The grains are uniformly distributed 

throughout the material, indicating a random texture. There is little change in the number of grains 

in each subset from the undeformed region. The colour variation between grains in each subset is 

also similar to that of the undeformed sample. 

 

(a) (b) (c) 
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Figure 5.13: The grains selected by the MATLAB code for deformed INVAR showing the subsets of grains within 7.5 degrees 

of the (a) 111, (b) 220 and (c) 200 orientations. 

Table 5.3 shows the pole figures for the selected subsets of grains with the orientations 111, 220 and 

200 for the undeformed INVAR sample. Table 5.3 shows the pole figures for the deformed region of 

the INVAR sample. This verifies that the grains selected are correlated to the defined orientation. 

(a) (b) (c) 
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Table 5.3: Pole figures for the undeformed and deformed regions of the INVAR specimen, where the grain subsets are 
defined to be within 7.5 degrees of the (a) 111, (b) 220, and (c) 200 orientations. The out of plane direction is the loading 
direction. 
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Figure 5.14 shows segmented EBSD maps for the undeformed region of pure nickel, showing the 

grains which would diffract to the 111, 220 and 200 peaks at ENGIN-X. Each subset shows some 

variation in colour within the subset, indicating some variation in orientation.  

 

Figure 5.14: The grains selected by the MATLAB code for undeformed pure nickel showing the subsets of grains within 7.5 

degrees of the (a) 111, (b) 220 and (c) 200 orientations. 

Figure 5.15 shows segmented EBSD maps for the deformed region of pure nickel, showing the grains 

which would diffract to the 111, 220 and 200 peaks at ENGIN-X. Each subset shows some variation in 

colour within the subset, indicating some variation in orientation.  

 

Figure 5.15: The grains selected by the MATLAB code for deformed pure nickel showing the subsets of grains within 7.5 

degrees of the (a) 111, (b) 220 and (c) 200 orientations. 

Pole figures for the selected subsets of grains with the orientations 111, 220 and 200 are shown for 

undeformed and deformed nickel in Table 5.4 
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Table 5.4: Pole figures for the undeformed and deformed regions of the pure nickel specimen, where the grain subsets are 
defined to be within 7.5 degrees of the (a) 111, (b) 220, and (c) 200 orientations. The out of plane direction is the loading 
direction. 
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5.3.4. Histograms plots of EBSD Metrics 

This section will present the histogram plots for the results of the Schmid factor, Taylor Factor and 

EBSD metrics for the samples of SS316, INVAR and pure nickel in the deformed and undeformed 

states. The histogram plots are used to present a graphical representation of the spatial maps shown 

in the previous section, this allows for the data to be quantified and shows numerical values 

compared to studying the maps visually. 

5.3.4.1. Schmid Factor 

As discussed in section 2.3.1, the Schmid factor can be used to determine the CRSS. EBSD analysis 

can be used to determine the Schmid factor for all grains and grain subsets. This section will show 

the results of the Schmid factor analysis on the EBSD Maps on the undeformed and deformed 

regions of the specimens. Figure 5.16 shows the histogram plot for the deformed and undeformed 

regions for SS316. The values of the Schmid factor vary between 0.28 and 0.5. The 111-orientation 

subset makes up all the lowest values of the Schmid factor for the material, between around 0.28 

and 0.35. The 220 and 200 subsets of grains have values between 0.42 and 0.46. The 200 subset 

shows a relative increase in the number of counts compared to the other orientation subsets. 
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Figure 5.16: Histogram showing the number of counts (N) for each Schmid Factor for all grains, and for the subsets of grains 

within 7.5 degrees of crystallographic orientations 111, 220 and 200 for SS316 for the (a) undeformed and (b) deformed 

regions. 

Figure 5.17 shows the histogram plot for the deformed and undeformed regions for INVAR. The 

values of the Schmid factor vary between 0.28 and 0.5. The 111 orientation subset makes up all the 

lowest values of the Schmid factor for the material, between around 0.28 and 0.35. The 220 and 200 

subsets of grains have values between 0.42 and 0.46. 

(a) Undeformed Sample Section 

(b) Deformed Sample Section 
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Figure 5.17: Histogram showing the number of counts (N) for each Schmid Factor for all grains, and for the subsets of grains 

within 7.5 degrees of crystallographic orientations 111, 220 and 200 for INVAR for the (a) undeformed and (b) deformed 

regions. 

Figure 5.18 shows the histogram plot for the deformed and undeformed regions for the pure nickel 

specimen. The values of the Schmid factor vary between 0.28 and 0.5. The 111-orientation subset 

makes up all the lowest values of the Schmid factor for the material, between around 0.28 and 0.35. 

The 220 and 200 subsets of grains have values between 0.42 and 0.46. 

(b) Deformed Sample Section 

(a) Undeformed Sample Section 
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Figure 5.18: Histogram showing the number of counts (N) for each Schmid Factor for all grains, and for the subsets of grains 

within 7.5 degrees of crystallographic orientations 111, 220 and 200 for pure nickel for the (a) undeformed and (b) 

deformed regions. 

 

5.3.4.2. Taylor Factor 

This section will present the histogram plots for the Taylor factors for the undeformed and deformed 

samples. Taylor factor is another way of predicting the likelihood of deformation for a given 

crystallographic orientation. These values are the same for all FCC materials and are dependent on 

the orientation.  

(b) Deformed Sample Section 

(a) Undeformed Sample Section 
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The histogram plots for the Taylor factor values for undeformed and deformed regions of SS316 are 

shown in Figure 5.19. This shows that the 111 and 220 subsets of grains have values at around 3.6 -

3.7 whereas the 200 subset has a much lower Taylor factor. This is seen in both the deformed and 

undeformed subsets, however, the number of counts increases in the deformed subset.  

 

Figure 5.19: Histogram plot showing the Taylor Factor values for the total and the subsets of grains within 7.5 degrees of 

the 111, 220 and 200 orientations for deformed SS316 

Figure 5.20 (a) shows the histogram plot for the undeformed INVAR and Figure 5.20 (b) the 

deformed region. The 111 and 220 orientation subsets have the same values of the Taylor factor 

whereas the 200 subset has a lower Taylor factor at ~ 2.4. 

(b) Deformed Sample Section 

(a) Undeformed Sample Section 
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Figure 5.20: Histogram plot showing the Taylor Factor values for the total and the subsets of grains within 7.5 degrees of 

the 111, 220 and 200 orientations for undeformed and deformed INVAR. 

Figure 5.21 shows the histogram plot for the undeformed pure nickel and Figure 5.21 (b) the 

deformed region. The 111 and 220 orientation subsets have the same values of the Taylor factor 

whereas the 200 subset has a lower Taylor factor at ~ 2.4. 

(a) Undeformed Sample Section 

(b) Deformed Sample Section 
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Figure 5.21: Histogram plot showing the Taylor Factor values for the total and the subsets of grains within 7.5 degrees of 

the 111, 220 and 200 orientations for an undeformed and deformed nickel. 

5.3.4.3. Grain Orientation Spread 

The EBSD metric, grain orientation spread (GOS), is the average of the misorientation angles to the 

grain mean orientation. The GOS was calculated for the subsets of grains which are within 7.5 

degrees of 111, 220 and 200 crystallographic orientations. Figure 5.22 shows the histogram plots for 

GOS values of SS316 shown in Figure 5.5 (a)(i) and (a)(ii). Figure 5.22 (a) shows the GOS values for 

the undeformed region for the SS316 sample and Figure 5.22 (b) shows the deformed region. These 

figures show there to be a large amount of spread, possibly due to the large grain size found in 

SS316, however, it is evident that there are greater instances of grains with higher GOS values in the 

deformed sample. The deformed region has a peak of GOS values at 10 degrees whereas the 

undeformed region has a peak at 9 degrees. 

(b) Deformed Sample Section 

(a) Undeformed Sample Section 
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Figure 5.22: Histogram plots showing the GOS values for the grain subsets which are within 7.5 degrees of the 111, 220 and 

200 orientations for the SS316 specimen for the (a) undeformed region and (b) deformed region.  

Figure 5.23 (a) shows the histogram plot for the GOS values of the undeformed region of INVAR and 

Figure 5.23 (b) shows the histogram plot for the deformed region of INVAR. In Figure 5.23 (a), 90% of 

the instances of GOS for the 111, 220 and 200 subsets of grains have a value of 0 degrees, with ~10% 

at 0.2 degrees. The largest value is at 0.6 degrees for the 220 orientation subset of grains, this is 

likely to account for a singular grain. Figure 5.23 (b) shows the GOS values for the deformed region 

of INVAR. Here, it is noted that a larger spread is present in the data and the highest value recorded 

for GOS is at 1.8 degrees which is over double that of the undeformed region. 

 

Undeformed Sample Section (a) 

Deformed Sample Section (b) 
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Figure 5.23: Histogram plots showing the GOS values in degrees for the grain subsets which are within 7.5 degrees of the 

111, 220 and 200 orientations for the INVAR specimen for the (a) undeformed region and (b) deformed region.  

Figure 5.24 (a) shows the histogram plot for the GOS values for the undeformed region of the pure 

nickel sample and Figure 5.24 (b) shows the histogram plot for the GOS values for the deformed 

section. From these histogram plots, it can be seen that there is very little difference in the range 

and top value of the GOS data from the deformed and undeformed regions.  

Undeformed Sample Section (a) 

Deformed Sample Section (b) 
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Figure 5.24: Histogram plots showing the GOS values in degrees for the grain subsets which are within 7.5 degrees of the 

111, 220 and 200 orientations of pure nickel for the (a) undeformed region and (b) deformed region.  

5.3.4.4. Grain Average Misorientation 

Another EBSD metric is GAM which the average misorientation calculated over each individual grain. 

The GAM histograms for SS316 can be found in Figure 5.25 where the units are given in degrees. 

Similarly, to the GOS histograms for SS316 shown in Figure 5.22, the GAM histogram plots show a lot 

of noise in the results, this is again likely caused by the large grain size found in SS316 causing a large 

amount of variation throughout the grains. Figure 5.25 (a) shows the results of the GAM analysis for 

the undeformed region of the SS316 sample and Figure 5.25 (a) shows the deformed region of the 

SS316 sample. For the deformed region, there are more instances of grains with GAM values above 

1.5 degrees indicating that deformation increases the value of GAM for SS316. However, due to the 

Undeformed Sample Section (a) 

Deformed Sample Section (b) 
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noise in both regions, it is hard to identify how the 111, 220 and 200 subsets are affected by 

deformation, as there are values recorded for all subsets between 0 and 2.5 degrees. 

.

 

Figure 5.25: GAM histogram for SS316 (a) undeformed region and (b) deformed region, where the subsets of grains are 

defined as being within 7.5 degrees of the 111, 220 and 200 orientations. 

The histogram plots for the GAM values recorded for the undeformed region in INVAR are shown in 

Figure 5.26 (a) and the deformed region to 3% strain in Figure 5.26 (b). The same levels of noise 

observed in the SS316 are not seen in these figures and are likely due to the grain sizes being 

smaller. Figure 5.26 (a) shows that most GAM values are found at 0.2 degrees for all subsets. There 

is also one grain which has a value of GAM greater than 0.5 degrees and this grain has the 220 

(b) Deformed Sample Section 

(a) Undeformed Sample Section 
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crystallographic orientation. However, Figure 5.26 (b) shows an increase in the spread of GAM 

values and the highest value of GAM being recorded at 1 degree. This indicates that deformation has 

caused the GAM values of INVAR to increase. 

 

Figure 5.26: GAM histogram for INVAR (a) undeformed region and (b) deformed region, where the subsets of grains are 

defined as being within 7.5 degrees of the 111, 220 and 200 orientations. 

Figure 5.27 (a) shows the histogram plot for the GAM values of the undeformed region of pure nickel 

and Figure 5.27 (b) shows the deformed region of pure nickel. These plots confirm what is predicted 

in the GAM map in Figure 5.9 (b), that there is very little change between the undeformed and 

deformed regions of pure nickel, however, Figure 5.27 (b) shows that to be an increase in the 

average misorientations of the 220 orientation subset of grains compared to Figure 5.27 (a). 

(a) Undeformed Sample Section 

(b)  Deformed Sample Section 
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Figure 5.27: GAM histogram for nickel (a) undeformed region and (b) deformed region, where the subsets of grains are 

defined as being within 7.5 degrees of the 111, 220 and 200 orientations. 

 

5.3.4.5. Kernel Average Misorientation  

The kernel average misorientation (KAM) was calculated for each of the sample’s EBSD data, this 

was then segmented into the grain subsets within 7.5 degrees of the 111, 220 and 200 orientations. 

Figure 5.28 (a) shows the KAM data presented as a histogram of the undeformed region of SS316 

and Figure 5.28 (b) shows the deformed region of the SS316 sample. Compared to the GOS 

histogram in Figure 5.22 and the GAM plot in Figure 5.25 there is far less noise seen in Figure 5.28. 

(a) Undeformed Sample Section 

(b) Deformed Sample Section 
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This makes it clearer to observe the differences between the subsets of grains. In Figure 5.28 (b) 

there is a clear increase in the maximum values of KAM for the 220 orientation subset of grains, with 

the highest being at 5 degrees but for the undeformed section, there is only a maximum of just 

above 2.5 degrees. The peak at 5 degrees is likely due to the maximum value of KAM being limited to 

5 degrees and therefore anything above this value is grouped together. There is also a much higher 

number of 220-orientated grains above 1 degree. This same pattern is also seen in the 111 and 200 

subsets of grains but to a lesser extent. The difference between the deformed region and 

undeformed region can be seen more clearly the Figure 5.28 (c), the 220 subset shows the largest 

change from the undeformed region to the deformed region with the peak shifting to more positive 

values. The 111 and 200 peaks show a slight increase from the undeformed subset but the change is 

much less than the 220 orientation subset. 
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Figure 5.28: KAM histogram plot for SS316 where (a) undeformed region with the x-axis from 0 to 5 degrees and (a)(i) has 
an axis from 0 to 3 degrees, (b) deformed region with the x-axis from 0 to 5 degrees and (b)(i) has an axis from 0 to 3 

degrees and (c) shows the difference between the two KAM values in radians, where the subsets of grains are defined as 
being within 7.5 degrees of the 111, 220 and 200 orientations. 

(b) Deformed Sample Section at 3% strain 

(a) Undeformed Sample 

Section 

(c) Difference Between Plots 

N 

N 

(a)(i) Zoomed-in graph 

(b)(i) Zoomed-in graph 

(radians) 
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The KAM histogram for undeformed and deformed INVAR is shown in Figure 5.29 (a) and (b) 

respectively. The undeformed section in Figure 5.29 (a) is similar to that seen in the GAM values in 

Figure 5.26 where the majority of values are at 0 and 0.2 degrees, this means there is little average 

misorientation in the undeformed region. Additionally, in Figure 5.29 (b), there is a maximum value 

of KAM at around 1 degree whereas the undeformed region in Figure 5.29 (a) shows there to be a 

maximum at around 0.5 degrees. In the deformed region, there is also a greater spread of KAM 

values which is not seen in the undeformed region, this can be seen more clearly seen in Figure 5.29 

(c) where the difference in plots is shown. The 220 subset shows the highest increase in values of 

KAM to be seen of the three subsets. Compared to the SS315 values in Figure 5.28, the change in 

KAM values for the given subsets is far less. 
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Figure 5.29: KAM histogram plot for INVAR where (a) undeformed region with the x-axis from 0 to 5 degrees and (a)(i) has 
an axis from 0 to 1 degrees, (b) deformed region with the x-axis from 0 to 5 degrees and (b)(i) has an axis from 0 to 3 

degrees and (c) shows the difference between the two KAM values, where the subsets of grains are defined as being within 
7.5 degrees of the 111, 220 and 200 orientations. 

(b) Deformed Sample Section at 3% strain 

(a) Undeformed Sample Section  

(c) Difference between plots 

N 

N 

(radians) 

(a)(i) Zoomed-in Graph 

(b)(i) Zoomed-in Graph 
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Figure 5.30 (a) shows the histogram plots for the KAM data for the grain subsets 111, 220 and 200 

for the undeformed region of pure nickel and Figure 5.30 (b) shows the subsets for the deformed 

region. There is not a large difference between the undeformed and deformed regions which is also 

seen in the GOS and GAM histograms for a pure nickel. There is a slight increase in the 220 subset 

values as they extend to 1.5 degrees as opposed to the undeformed region which only extends to 

just beyond 1 degree. The change between the KAM values can be seen more clearly in the 

difference plot in Figure 5.30 (c), where the KAM values for the 220 orientation subset show the 

largest increase but are closely followed by the 111 and 200 subsets.  
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Figure 5.30: KAM histogram plot for pure nickel where (a) undeformed region with the x-axis from 0 to 5 degrees and (a)(i) 
has an axis from 0 to 1.5 degrees, (b) deformed region with the x-axis from 0 to 5 degrees and (b)(i) has an axis from 0 to 
1.5 degrees and (c) shows the difference between the two KAM values, where the subsets of grains are defined as being 

within 7.5 degrees of the 111, 220 and 200 orientations. 

(b) Deformed Sample Section 

(a) Undeformed Sample Section 

(c) Difference Between Plots 

N 

N 

(a)(i) Zoomed-in Graph 

(b)(i) Zoomed-in Graph 

(radians) 
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5.3.5. Segmented KAM Spatial Maps 

This chapter has presented the results for three EBSD metrics GOS, GAM and KAM devised from the 

EBSD maps collected from post-mortem analysis of the in situ neutron diffraction specimens. Due to 

the large amount of noise found in the GOS and GAM metrics for SS316 (in Figure 5.22 and Figure 

5.25 respectively) only the segmented KAM maps will be presented in this section. The segmented 

KAM maps for SS316 are shown in Figure 5.31, the length scale used here is between 0 and 3 

degrees. This figure shows that the KAM values for all subsets increase after deformation, with 

regions within grains showing higher values. However, the highest concentration of high KAM values 

can be seen in the deformed 220 orientation subset in Figure 5.31 (b). The segmented KAM maps 

are shown for INVAR in Figure 5.32, as discussed in section 5.3.2 the range of the KAM values for 

INVAR are significantly lower than SS316, therefore, to highlight the differences between the 

deformed and undeformed regions in the segmented maps  a range between 0 and 0.6 degrees is 

used. All subsets in the undeformed state show near-zero values for KAM. The deformed regions all 

show an increase, with the largest increase being in the 220 crystallographic orientation. The 

segmented KAM maps for pure nickel can be found in Figure 5.33, similarly to INVAR, the KAM 

values are significantly lower than SS316 therefore a range of KAM is shown between 0 and 1 

degrees.  
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Figure 5.31: KAM spatial maps for SS316, which are segmented into the three orientation subsets (a) 111, (b) 220 and (c) 
200 for both the undeformed and deformed regions, where the scale is KAM in degrees. 

3% Strain 111 0% Strain 111 

3% Strain 220 

3% Strain 200 

0% Strain 220 

0% Strain 200 

(a) 

(b) 

(c) 
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Figure 5.32: KAM spatial maps for INVAR, which are segmented into the three orientation subsets (a) 111, (b) 220 and (c) 
200 for both the undeformed and deformed regions. 

3% Strain 111 0% Strain 111 

3% Strain 220 0% Strain 220 

3% Strain 200 0% Strain 200 

(a) 

(b) 

(c) 
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Figure 5.33: KAM spatial maps for pure nickel, which are segmented into the three orientation subsets (a) 111, (b) 220 and 
(c) 200 for both the undeformed and deformed regions. 

3% Strain 111 0% Strain 111 

3% Strain 220 0% Strain 220 

0% Strain 200 3% Strain 200 

(a) 

(b) 

(c) 
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5.4. Discussion 

To investigate the influence of SFE on deformation behaviour in polycrystalline materials, in situ 

neutron diffraction tensile tests were performed on three samples: SS316, INVAR and pure nickel 

(results for these tests are presented in Chapter 4). These tests were used to investigate the 

influence of SFE on deformation behaviour for subsets of grains with similar crystallographic 

orientations. EBSD analysis was performed on the tensile test specimens. A cross-section was cut 

using EDM from the shoulder of the specimens and from the centre of the gauge length to show the 

accumulation of plasticity before and after deformation. This section will discuss the results of the 

EBSD analysis and EBSD metric analysis of the in situ neutron diffraction tensile test specimens which 

are presented in the current chapter (Chapter 5).  

From the methodology section 5.3.3, it was discussed how the EBSD data was to be segmented into 

the subsets of grains which correlate to the ones recorded using the neutron diffraction data. To 

achieve this a MATLAB code was written with the same orientation variation allowance used in 

ENGIN-X (7.5 degrees). The results of the segmented EBSD data can be found in Figure 5.10, Figure 

5.11, Figure 5.12, Figure 5.13, Figure 5.14 and Figure 5.15. It should be noted that the number of 

grains shown in Table 5.1 is significantly larger than is observed in the segmented EBSD plots, this is 

due to some of the grains recorded by the MATLAB data only being 1 µm in size and hence would 

not be visible in the plots. The same size map was chosen for each sample, however, as INVAR and 

nickel samples had far smaller grain sizes than the SS316, there were far more data points for both 

INVAR and pure nickel compared to SS316. However, even with the fewer data points for SS316, 

each sample produced a pole figure which gave the expected pattern for an FCC alloy, indicating that 

the subsets selected through this method have the same orientations as that of the subsets from the 

neutron diffraction tests.  

The Schmid factors were calculated from the EBSD maps in Figure 5.2 and are shown in Figure 5.3. 

When considering Schmid factor the subset with the highest Schmid factor should activate first. 

When looking at the Schmid factor histograms for all three materials, before and after deformation 

for SS316, INVAR and pure nickel are in Figure 5.16, Figure 5.17 and Figure 5.18 respectively. These 

plots include the total Schmid factors for all data points, in addition to the values corresponding to 

each subset. It is observed that the 220 and 200 orientations have the highest Schmid factors, and 

the 111 orientation subset has the lowest Schmid factors. This implies that the 220 and 200 subsets 

of grains will deform first, followed by the 111. However, the neutron diffraction lattice strain results 

(Figure 4.10, Figure 4.11 and Figure 4.12), showed that the 220 orientation subset showed the onset 

of plastic deformation first, followed by the 111 and then the 200, which is also the order of grain 
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deformation observed by Daymond and Bouchard (9). The discrepancy between the neutron 

diffraction data and the Schmid factor calculations is likely related to cube slip system activation as 

this is not calculated by the EBSD maps. Therefore, the Schmid factor cannot be used alone as an 

indicator of strain measurement and must be compared to other strain measurement techniques.  

The Taylor factor of a grain indicates the likelihood that deformation will occur, the higher the Taylor 

factor the more likely it will deform. Taylor factors can be calculated from EBSD data, where each 

data point correlates to a Taylor factor value. The complete spatial Taylor factor maps calculated for 

the deformed and undeformed regions of each sample are found in Figure 5.4. The Taylor factor 

results are also presented as histograms in Figure 5.19, Figure 5.20 and Figure 5.21 for SS316, INVAR 

and pure nickel respectively. An example of the segmented Taylor factor map Figure 5.34 shows the 

111, 220 and 200 orientation subsets for the SS316 sample, this specimen was selected for clarity 

due to the large grain size. The histogram plots (Figure 5.19, Figure 5.20 and Figure 5.21) present the 

Taylor factor values for all data points as well as the points which correlate with the 111, 220 and 

200 grain orientation subsets. For all samples, the histogram plots show that the 200-orientation 

subset has a Taylor factor of ~2.2, whereas the 111 and 220 subsets have a Taylor factor of ~3.8. This 

verifies the neutron diffraction data which shows that the 111 and 220 orientation subsets have 

ceased to deform elastically, implying plastic deformation has begun, as the 200-orientation subset 

continues to deform elastically.  

 

Figure 5.34: Segmented Taylor factor maps for deformed SS316 for the grain subsets (a) 111, (b) 220 and (c) 200. 

The GOS values for the deformed and undeformed samples of SS316 are shown in Figure 5.5 (a). 

When analysing the histogram plots which represent these maps in Figure 5.22, it is noticeable that 

the spread shifts indicating there is an increase in the GOS once deformation has occurred. However, 

the spreads of both plots vary greatly for each subset, so it is hard to directly compare the two 

regions. This is likely caused by the size of the grains in the SS316 samples, as they are far larger than 
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the nickel and INVAR samples grains, the GOS is likely to vary far greater within each grain. The GOS 

maps for INVAR are found in Figure 5.5(b) and again in Figure 5.8 (a) with a reduced colour bar range 

to show the impact of deformation, with the complimentary histogram plots in Figure 5.23. In Figure 

5.23(a), the deformed INVAR samples show the GOS values are consistently low for all subsets, low 

GOS values imply that the sample is well annealed before loading and the orientations within the 

grains. After deformation, there is an increase in GOS values for INVAR, shown in Figure 5.23(b). As 

discussed for both the INVAR and SS316, there was an increase in GOS following deformation, 

however, for pure nickel in Figure 5.24 there seems to be very little change or even a slight decrease 

in the calculated GOS values. This is also shown in the spatial plots of GOS for the pure nickel 

specimen at the larger scale (used for comparison to the other alloys) in Figure 5.5 (b) and the 

refined scale in Figure 5.9 (a). For Figure 5.24(a), the peak of the GOS values, is at 1 degree whereas 

in the deformed sample (Figure 5.24(b)) it is at 0.8 degrees, around these peaks the spreads remain 

similar between the two regions. This implies that for pure nickel the application of a load has a 

small impact on the GOS values.  

The KAM spatial plots for SS316, INVAR and pure nickel are shown in Figure 5.7. Figure 5.7 (a) shows 

the spatial KAM values for the undeformed and the deformed SS316 regions, the deformed 

specimen shows higher KAM values throughout the region whereas in the undeformed there are 

fewer incidents of high KAM values throughout the region. This is also shown in the KAM histogram 

plots for SS316 in Figure 5.28, where the deformed region shows a clear shift to positive values of 

KAM.  INVAR is presented in Figure 5.7 (b), which shows an increase in KAM values throughout, this 

is seen more clearly in Figure 5.8 (c), where the colour bar is refined. INVAR, in the pre-deformation 

state, produces values of KAM to be around 0 degrees (Figure 5.29 (a)), however, after deformation 

(Figure 5.29 (b)) the values show each subset to follow a similar spread pattern to that of SS316 

(Figure 5.28). Nickel shows very little change in KAM from the undeformed to the deformed regions, 

this is shown at both length scales in the spatial maps in Figure 5.7 (c) and Figure 5.9 (c) as well as 

the histogram plots in Figure 5.30. This is likely due to nickel being a pure material and, therefore, 

containing a large amount of deformation before loading due to being soft. Additionally, due to its 

high SFE, the anisotropic deformation caused by the variation in grain orientation is not as evident as 

that seen in SS316 and INVAR (which both have low SFE). From looking at the histogram plots for the 

deformed regions of all materials (Figure 5.28 (b), Figure 5.29 (b), and Figure 5.30(b)), the highest 

value of KAM is seen in the 220-orientation subset of grains, implying this is the subset which 

contains the highest values of plasticity for all materials. This corroborates the neutron diffraction 

data presented in Figure 4.10, Figure 4.11 and Figure 4.12 for SS315, INVAR and pure nickel 
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respectively, as the neutron data showed a shift away from elastic deformation implying the onset of 

plastic deformation.  

For the GAM values of SS316, looking solely at the spatial GAM plots in Figure 5.6 (a) there appears 

to be the same increase in values observed as seen in the KAM data. However, when looking at the 

histogram plots in Figure 5.25 (a) and (b) the results are far noisier than the KAM plots. This is likely 

due to the large grain size found in the SS316 sample which affects the averaging throughout the 

grain, as this is also observed in the histogram plots for GOS (Figure 5.22).  The INVAR and nickel 

samples do not experience the same effect and show the same trends observed in the KAM data, 

showing that their smaller grain sizes are complementary to the GAM EBSD metric. For INVAR, the 

spatial GAM plots in Figure 5.6 (b) and Figure 5.8 (b), the undeformed section shows universally low 

values of GAM, even at the refined colour scale. This is also observed in the histogram plots in Figure 

5.26, which are congruent with the KAM histogram plots in Figure 5.29. Additionally, the spatial 

GAM plot for nickel, at both the comparative (Figure 5.6 (c)) and refined (Figure 5.9 (b)) colour 

scales, show minimal differences between the deformed and undeformed regions. This is also 

reflected in the histogram plots in Figure 5.27. Similarly to the GOS plots, the nickel GAM plots also 

show a slight decrease in deformation between the two plots as the peak shifts negatively away 

from increases in GAM values. This shows that due to the nickel sample containing a large amount of 

misorientation before loading it is difficult to see the influence deformation has on the GOS and 

GAM values.  

The impact that the larger grain size found in SS316 has on GOS and GAM histogram plots implies 

that the KAM EBSD metric is best for comparing these three materials and identifying the orientation 

subset which shows the largest amount of plasticity. Harshavardhana et al. (90) compared the EBSD 

metrics GOS, GAM and KAM for samples of pure copper and found GOS to be the best for 

differentiating deformed and undeformed grains. These samples had a grain size of ~ 20 µm and 

hence did not have the issue of the varying grain sizes, therefore, if the three samples did have 

similar grain sizes the results may have been different. Additionally, Githinji (91) found a correlation 

between increasing grain size and increased KAM values. This relationship could have caused KAM 

values for the SS316 sample to be greater than if the grain sizes were of similar magnitude for all 

materials. However, due to the noise in the GOS and GAM histogram plot, it was decided that KAM 

was the only metric which could be used to investigate all three materials comparatively and hence 

the segmented EBSD data for the 111, 220 and 200 subsets are shown for SS316, INVAR and pure 

nickel in Figure 5.31, Figure 5.32 and Figure 5.33 respectively. The segmented data highlights some 

of the aspects shown in the histogram plots, for example, in Figure 5.31 (b) there is a clear 

concentration of KAM in the deformed SS316 grain which is not seen in the grains in the 
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undeformed region. This same change can also be seen in Figure 5.32 (b), however, the small grain 

sizes found in INVAR make this difficult to see. Hence, why histograms were used, as they provided 

greater detail on the regions.  

By looking at the difference in GAM (Figure 5.26) and KAM (Figure 5.29) between the undeformed 

and deformed regions of the INVAR sample, it can be assumed that the sample preparation process 

had little effect on the misorientations recorded. This is because the undeformed region shows near-

zero values of misorientation confirming that the sample has been well-annealed. As the deformed 

region shows higher values of misorientation and the only difference between the sample 

preparation was the region the samples were taken from the specimen it is fair to say this change 

can only be related to the loading process. This, therefore, verifies the other EBSD metric results as 

both the pure nickel and SS316 were subjected to the same sample preparation procedures. 

As the samples were taken from the material specimens following the neutron diffraction tests, the 

regions do not show the same area before and after testing. Neutron diffraction requires a solid 

cylindrical specimen and, therefore, taking an EBSD map from the same region would be impossible. 

However, despite this, the results shown from the KAM EBSD metrics do reflect that of the neutron 

diffraction lattice strain data for the subsets of grains with 7.5 degrees of the 111, 220 and 200 

orientations. Although, using EBSD metrics alone to quantify deformation can be difficult. For 

example, due to the soft nature of pure materials, the nickel sample shows large concentrations of 

misorientation prior to the tensile testing, therefore there is a less noticeable change in 

misorientation concentrations between the deformed and undeformed regions. 

 

5.5. Summary 

This chapter has discussed the methodology and results of the EBSD analysis on the spent SS316, 

INVAR and pure nickel tensile test specimens used in the in situ neutron diffraction tests. The EBSD 

analysis was performed on regions of the tensile samples which were pre-deformation and post-

deformation. This data was used to calculate values of Taylor and Schmid factors of the materials, in 

addition to the EBSD metrics: GOS, GAM and KAM. The Taylor Factor results for the 111, 220 and 

200 orientation subsets reflect the behaviours observed in neutron diffraction analysis in Chapter 4. 

Whereas the Schmid factor indicates the 111 and 200 will deform first, which is not the case in the 

experimental results as the 220 shows plastic deformation. For the EBSD metrics it was found that 

due to the large grain found in the SS316 specimen, the histogram plots for GOS and GAM showed a 

large amount of noise, therefore it was found KAM was the most suitable EBSD metric to compare 
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the three materials. The KAM EBSD metric showed a correlation between the results of the neutron 

diffraction experiments, showing that between the deformed and undeformed samples there was 

the greatest increase in KAM values for the grains within 7.5 degrees of the 220-orientation.  
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6. Using HR-DIC as a method to measure strain 

6.1. Overview 

So far, the effect of SFE on the deformation mechanics of SS316, INVAR and pure nickel has been 

investigated using in situ neutron diffraction and post-mortem EBSD analysis. The neutron 

diffraction tests showed the average elastic strain for grain subsets within 7.5 degrees of the 111, 

220 and 200 orientations. This method was able to show the onset of plastic deformation in the 220-

orientation subset and an increase in elasticity in the 200-orientation subset, however, with this 

technique the spatial response to strain was lost. The post-mortem EBSD analysis showed the 

highest amount of misorientation in the 220-orientation subset, indicating this subset had the 

highest amount of plastic deformation, which verified the neutron data. With this technique, spatial 

strain data was not lost, but as EBSD metrics only measure misorientation it was not able to directly 

measure the plastic deformation.  In this chapter, the effect of SFE on deformation mechanics will be 

measured using in situ HR-DIC tensile tests. This technique maintains the spatial resolution of the 

strain data and measures both elastic and plastic deformation but is unable to distinguish between 

the two (142). To segment the HR-DIC strain data into the same orientation subsets as the neutron 

diffraction data, which allowed comparisons to be drawn between the strain measurement 

techniques, the precise locations and orientations of the surface grains need to be known. 

Therefore, EBSD mapping was selected as the method best for achieving this. By combining large 

EBSD maps and segmenting the strain data by the grain orientation subsets, the aggregate strain 

data results collected through HR-DIC could be compared to the neutron diffraction and EBSD metric 

analysis that was performed to investigate the effect of SFE in the previous chapters. 

6.2. Methodology  

This section will discuss the methodology used in segmenting the HR-DIC data into subsets within 7.5 

degrees of the 111, 220 and 200.  As the EBSD and HR-DIC techniques required different sample was 

prepared in a certain order. This order can be found in the flow chart in Figure 6.1. Additionally, it 

was important to align the regions in the analysis step, therefore fiducial markers were required. 

This method will be discussed in detail in the following sections. 
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Figure 6.1: Flow chart showing the preparation steps for aligning the HR-DIC data to EBSD maps. 

 

6.2.1. Sample Preparation 

This section will discuss the methods used to prepare the samples for HR-DIC analysis. The 

techniques and finish required for both EBSD and HR-DIC analysis are vastly different. As was 

discussed in section 4.3, a mirror finish is required to produce a high-quality EBSD, however, to 

prepare the surface for HR-DIC a stochastic pattern is required, to achieve this the sample was 

etched after the EBSD map had been produced. Hardness indents were used as fiducial markers to 

align the EBSD map with the HR-DIC strain data. 

6.2.2. EBSD Preparation 

To prepare the tensile specimens for EBSD, the same preparation method steps described in section 

4.3 were used. The grinding, polishing and electropolishing procedures used for these specimens 

were the same as was used for the post-mortem EBSD analysis on the neutron diffraction 

specimens, the details of these procedures can be found in Table 4.3,  

Table 4.4, Table 4.5 respectively. 
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6.2.3. Hardness Indents 

Before the EBSD mapping of the surface, hardness indents were applied to the surface. This was 

used as a method to cross-correlate the EBSD map to the HR-DIC data during the analysis steps. The 

indents were created in an ‘L’ shaped pattern, using a Struers Duramin-A300 machine with a spacing 

of 1 mm. Figure 6.2 shows an SEM image of the arrangement of the hardness indents on an etched 

sample of IN718 with large grains ~ 1 mm in length. This specimen and material were used as a test 

only to check the hardness indents that could be easily found using the SEM.  

 

Figure 6.2: SEM image showing the hardness indents on an etched large-grain IN718 sample used as a test specimen to 

ensure the fiducial marker could be found. 

 

6.2.4. EBSD Mapping and Analysis 

The coordinates of all hardness indents were recorded once the sample was inside the SEM and in 

focus. An EBSD map was taken for each sample, to provide insight into the size and orientation of 

the grains. This EBSD was taken 1 mm from a hardness indent (the indent which was selected 

depended on the location of the ‘L’ to keep the map within the centre of the sample). Examples of 

the location of the EBSD maps with relation to the hardness indents can be found in Figure 6.3. The 

EBSD maps for all alloys have a size of 2 mm by 2 mm with a step size of 1 µm. These samples were 

analysed on a Zeiss Crossbeam 550 equipped with Oxford Instrument Symmetry S2 detector. 

1 mm 1 mm 

1 mm 
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Figure 6.3: SEM images showing the ROI of the EBSD maps to the hardness indents for (a) SS316, (b) INVAR and (c) pure 
nickel. 

(a) 

(b) 

(c) 
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6.2.5. Etching 

After EBSD maps were produced for the region of interest (ROI), the samples’ surfaces were 

prepared for HR-DIC in situ tensile testing. This meant a speckle pattern was required so that 

tracking throughout deformation could be achieved by the DIC software (this process is discussed in 

detail in section 6.2.9). In this project, the samples were prepared using a chemical etchant, which 

selectively removes material from the specimen’s surface. However, whereas etching typically is 

used to expose the features within the crystallographic structure, for example, grain boundaries, in 

this instance the etchant is used to uniformly destroy the surface. This then produces a textured 

surface which can be tracked.  

The chemical etchant used in this project was a mixture of 5 ml nitric acid, 5 ml deionised water and 

15 ml hydrochloric acid. This etchant must be made up fresh for every test specimen as deionised 

water starts to evaporate leaving the etchant composition compromised, causing the final finish to 

be uneven and making the procedure less repeatable. The samples were submerged in the chemical 

etchant in a measuring cylinder which was filled so the chemical etchant covered the entirety of the 

specimen. A sonic bath was used to keep the movement of the solution constant throughout the 

exposure time. The exposure time was estimated using test samples of each specimen but was 

found to vary greatly, therefore, observation was used to ensure the best finish was achieved for 

each specimen. A diagram of the experimental procedure can be found in Figure 6.4. It was found 

that the time taken for the specimens to be etched was dependent on the material. However, 

external factors, such as the temperature of the lab (for example etching took less time in warmer 

months than in the winter), therefore, to eliminate these effects it was important to check on the 

specimen’s progress throughout the submergence in the etchant to ensure all shine had been 

removed from the sample before it was removed. Photos of the resultant surfaces of the SS316, 

INVAR and pure nickel samples are shown in Figure 6.5, Figure 6.6 and Figure 6.7 respectively.  
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Figure 6.4 Schematic showing the procedure used to create a texture on the surface of the tensile specimens for HR-DIC 

analysis. 

 

Figure 6.5: Photo of the etched surface for the SS316 sample. 

 

Figure 6.6: Photo of the etched surface for the INVAR sample. 
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Figure 6.7: Photo of the etched surface for the pure nickel sample. 

 

6.2.6. Mechanical Testing 

HR-DIC tensile tests were performed using an opt-engineering TC16M009 4x magnification 

telecentric lens and a high-resolution optical Nikon D850 camera (a labelled picture can be found in 

Figure 6.8). The tensile tester used was an in situ 4.5 kN ADMET mini-tensile testing machine (Figure 

6.9), this tester has been used in previous work within the department (14,15). The micro tensile 

tester can be used within an SEM, however, by using a telecentric lens images could be taken 

continuously throughout acquisition without pausing the test. The micro tensile tester was set to 

increase in displacement of 0.3 mm per minute, up to a total displacement of 5 mm. The total time 

of the tests for each test specimen is shown in Table 6.2. The camera took images every two seconds 

throughout the tensile test. The software used to control the micro tensile tester was ADMETs own 

software: MTESTQuattro.  
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Figure 6.8: An image showing the set-up of the micro-tensile tester with the control computer, it also shows the set-up used 

for performing HR-DIC on a tensile sample. 

 

Figure 6.9: The 4.5 kN ADMET mini-tensile testing machine used for the HR-DIC tensile tests. 

Table 6.1: Duration of in situ HR-DIC tensile tests. 

Alloy Test Duration (s) 

SS316 1014 

INVAR 1015 

Pure Nickel 1006 

 

6.2.7. Sample Geometry 

Tensile test samples were cut using EDM to fit within the micro tensile tester used to perform the 

EBSD and HR-DIC tensile tests. Figure 6.10 shows approximate dimensions of the tensile specimens.  
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Figure 6.10: The approximate dimensions of the HR-DIC tensile test specimens. 

6.2.7.1. Grip Redesign  

As the SS316 alloy sample is too hard for the original serrated grip design and would therefore cause 

the grip to deform before the specimen, new grip designs were needed to be designed to 

accommodate this. Creating the same serrated grip design in a harder material would be difficult as 

the ridges are very small. Therefore, a jig-saw style grip design was created in which the sample will 

slot into and be ‘sandwiched’ between two blocks to keep the sample level. The new grip design 

required a material which had a hardness value greater than SS316, therefore, alloy X, a nickel-based 

superalloy was selected. A comparison between the original grip design and the new grip design can 

be found in Figure 6.11. Here it is shown that the outside shape of the grip was kept the same shape 

as the original grip so it would still fit within the tensile tester, but the sample shape and how it was 

held within the grip were changed. Even though the pure nickel and INVAR specimens were soft 

enough to use the original grip design, the new grip design was used for all specimens to ensure the 

tests could be compared.  
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Figure 6.11: Grip re-design with annotations, here (a) new grip design EDM and (b) original grip design. 

 

6.2.8. Telecentric Lens 

A high-magnification bilateral telecentric lens is used in the experiments to acquire high-resolution 

images of the surface of the specimen during deformation. A telecentric lens was used over an 

ordinary optical lens because during the tensile test out of plane motion may occur, and HR-DIC will 

record this motion as a pseudo strain value, reducing the accuracy of the HR-DIC results. A 

telecentric lens can reduce the impact of out-of-plane motion of the test sample during loading as it 

consists of an arrangement of optics that, for a given range of working distances, produces little or 

no change in apparent magnification. Therefore, we can assume the strain values calculated by a DIC 

package are related to the tensile test as opposed to measuring any pseudo strain because of 

changes in apparent size caused by a change in working distance. The telecentric lens produced a 

pixel length of 1 𝑥 10−3. 

6.2.9. Analysing DIC data 

Using the commercial DIC package, DaVis 8.3 (LaVision) (143) the deformed and undeformed images 

of the sample’s surfaces were compared. This software uses the least-squares approach to 

iteratively solve the sum of squared differences (SSD) correlation function (107). This technique 

records strain in both the loading direction (Exx) and transverse to the loading direction (Eyy). 

Original 

Sample Design 

Adjusted Grip 

design used in 

experiments 

Original Grip 

Design 

Adjusted Grip 

Design 
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Once the strain data was collected it was segmented into crystallographic orientations using 

crystallographic data collected by EBSD on the same surface. Then using the DICE MATLAB code, 

which was developed by Forsey (144), the data could be divided into subsets based on their 

crystallographic orientations. While one of the significant differences between HR-DIC and neutron 

diffraction is that the strain information is available for individual grains, to compare the results of 

the HR-DIC to the neutron diffraction the results need to be in a similar form. Therefore, the 

orientation subsets for the 111, 220 and 200 families of grains were isolated as they are the subsets 

recorded in the diffraction peaks, and the results are presented in the following section. 

6.3. Results 

This section will document the results of the HR-DIC analysis of the tensile tests performed on SS316, 

INVAR and nickel. This includes the EBSD analysis of the ROI, followed by the strain data for the 

samples as well as the segmented strain data created by imposing the EBSD map onto the sample. 

The strain data was then segmented into subsets, which contained grains with crystallographic 

orientations within the 111, 220 or 200 orientations. These were then plotted using histogram plots 

to investigate the distribution of strains for each subset.  

6.3.1. EBSD Analysis 

As mentioned in the method section of this chapter EBSD analysis of ROI was required before in situ 

HR-DIC tensile to equate the strain data to the microstructure of the material. The EBSD maps for 

the samples with different SFEs, SS316, INVAR, and pure nickel, are presented in  

 

 

Figure 6.12,  

 

 

Figure 6.13, and  

 

 

Figure 6.14 respectively. Here, all materials have a wide range of grain orientations, with the grains 

in INVAR and nickel being comparative in size, whereas the SS316 has grains significantly larger. The 

grain sizes for the specimens of SS316, INVAR and pure nickel are shown in Table 6.2, these values 

were measured using the standard line intersection method and ImageJ, discussed in detail in 

section 4.3.1. 
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Figure 6.12: A 2 mm x 2 mm EBSD map for SS316 used in the segmentation of the HR-DIC data. The location of the hardness 

indent used as a fiducial marker is shown on the map. 
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Figure 6.13: A 2 mm x 2 mm EBSD map for INVAR used in the segmentation of the HR-DIC data. The location of the hardness 

indent used as a fiducial marker is shown on the map. 
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Figure 6.14: A 2 mm x 2 mm EBSD map for pure nickel used in the segmentation of the HR-DIC data. The location of the 
hardness indent used as a fiducial marker is shown on the map. 

Table 6.2: Grain sizes for the materials used in the HR-DIC analysis. 

Material Average Grain Length (µm) 

SS316 69.5 

INVAR 16.57 

Pure Nickel 15.24 
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6.3.2. HR-DIC  

This section will present the results of the DIC analysis on the samples of SS316, INVAR and pure 

nickel. To draw comparisons with the neutron diffraction and EBSD metric results the results for DIC 

have been found at 3% global strain as this is the strain the neutron diffraction tests went to. To 

locate the image number which correlated to 3% global strain, the strain image number plots were 

used. The image number selected for each material can be found in Table 6.3.   

Table 6.3: The image number where each sample reached 3% global strain. 

Material Image Number 

SS316 184 

INVAR 148 

Pure Nickel 138 

 

Figure 6.15 shows the area pictured for the SS316 tensile sample using the telecentric lens during 

tensile tests performed for DIC analysis. An EBSD map was taken of the region where the grains are 

imposed on the picture, where hardness indents were used to align the EBSD map onto the initial 

image. This region was then segmented using the DICE program (144).  
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Figure 6.15: (a) DIC area for SS316 with the EBSD map region superimposed, showing how the region is segmented using 
the EBSD data. (b) shows a close-up image of one of the hardness indents. 

 

The maximum nominal strain for SS316, collected from DaVis, can be seen in Figure 6.16 (a) and the 

maximum principle strain for SS316 for the segmented region with correlating EBSD data can be 

seen in Figure 6.16 (b). The Exx values show the strain values in the x direction, Figure 6.17 (a) and 

(b) show the SS316 values at 3% strain. This shows a variation in strain values throughout the sample 

indicating anisotropic deformation with the regions extending between -0.15 and 0.15. There are 

some regions in Figure 6.17 (b) with negative strain values (blue), showing contraction. These 

regions are on a similar scale to the grain size of the material (observed by the imposed grains onto 

of the strain map), this may indicate that some grains are experiencing different extremes of 

deformation. Figure 6.18 shows the strain values in the y direction (perpendicular to the loading 
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direction). These values span between -0.15 and 0.15 and show variation throughout the area but 

are dominated by negative values (blue) indicating there is more contraction in this direction.  
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Figure 6.16: Strain maps collected through DIC for SS316 at 3% global strain showing (a) the total area showing the 

maximum nominal strain and (b) showing the maximum principal strain for the area within the EBSD analysis. 
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Figure 6.17: Strain map for SS316 in the loading direction (Exx) at 3% global strain where (a) shows the entire region 

captured by the telecentric lens and (b) the segmented region calculated by imposing EBSD analysts on the DIC analysis. 
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Figure 6.18: Strain map for SS316 perpendicular to the loading direction (Eyy) at 3% strain where (a) shows the entire region 

captured by the telecentric lens and (b) the segmented region calculated by imposing EBSD analysts on the DIC analysis. 
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Figure 6.19 shows the area pictured for the INVAR tensile sample using the telecentric lens during 

tensile tests performed for DIC analysis. It should be noted that the large light coloured etching 

features found in Figure 6.19, were a by product of the etching preparation and are not the speckle 

pattern used for the DIC analysis. They were found to have a significantly high contrast within them, 

meaning they would not effect the DIC process. An EBSD map was taken of the region where the 

grains are imposed on the picture, where hardness indents were used to align the EBSD map onto 

the initial image. This region was then segmented using the DICE program which cuts the strain data 

into the region selected by the EBSD analysis.  

 

Figure 6.19: (a) Initial image collected for the DIC analysis for the tensile tests of INVAR with the EBSD map region 
superimposed. The hardness indents seen between 2000 and 4500 were used to align the EBSD map with the initial image 

to segment the strain results. (b) Shows a close-up image of one of the hardness indents. 
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The maximum nominal strain for INVAR, collected from DaVis, can be seen in Figure 6.20 (a) and the 

maximum principle strain for the segmented region using the correlating EBSD data can be seen in 

Figure 6.20 (b). The Exx values show the strain values in the x direction, Figure 6.21 (a) and (b) show 

the INVAR values at 3% strain. This shows a variation in strain values throughout the sample 

indicating anisotropic deformation with the regions extending between -0.15 and 0.15. There are 

some regions with negative values (blue) showing contraction, however, the images are mainly 

dominated by extension due to being in the loading direction. Figure 6.22 shows the strain values in 

the y direction (perpendicular to the loading direction). These values span between -0.15 and 0.15 

and show variation throughout the area but are dominated by negative values (blue) indicating there 

is more contraction in this direction.  
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Figure 6.20: Strain maps collected through DIC for INVAR at 3% global strain, showing the (a) total area maximum nominal 
strain and (b) the maximum principal strain for the area within the EBSD analysis. 
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Figure 6.21: Strain map for INVAR in the loading direction (Exx) at 3% global strain where (a) shows the entire region 
captured by the telecentric lens and (b) the segmented region calculated by imposing EBSD analysts on the DIC analysis. 
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Figure 6.22: Strain map for INVAR perpendicular to the loading direction (Eyy) at 3% global strain where (a) shows the 

entire region captured by the telecentric lens and (b) the segmented region calculated by imposing EBSD analysts on the DIC 

analysis. 
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Figure 6.23 shows the area pictured for the pure nickel tensile sample using the telecentric lens 

during tensile tests performed for DIC analysis. Similarly to the previous INVAR specimen, it should 

be noted that the large light coloured etching features found in Figure 6.23, were a by product of the 

etching preparation and are not the speckle pattern used for the DIC analysis. They were found to 

have a significantly high contrast within them, meaning they would not effect the DIC process. An 

EBSD map was taken of the region where the grains are imposed on the picture, where hardness 

indents were used to align the EBSD map onto the initial image. This region was then segmented 

using the DICE program which cuts the strain data into the region selected by the EBSD analysis. 

 

Figure 6.23: Initial image collected for the DIC analysis for the tensile tests of pure nickel with the EBSD map region 
superimposed. The hardness indent used to align the EBSD map to the DIC data is seen at (2000,1000). (b) Shows a close-up 

image of one of the hardness indents. 
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The maximum nominal strain for pure nickel, collected from DaVis, can be seen in Figure 6.24 (a) and 

the maximum principle strain for the segmented region using the correlating EBSD data can be seen 

in Figure 6.24 (b). The Exx values show the strain values in the x direction, Figure 6.25 (a) and (b) 

show the pure nickel values at 3% strain. This shows a slight variation in strain values throughout the 

sample indicating anisotropic deformation, however, the values typically vary around 0.03 and show 

no negative values. Figure 6.26 shows the strain values for the Eyy direction (perpendicular to the 

loading direction) of pure nickel. These values span show very little variation throughout the area 

and only show some positive values at the border of the image which is likely an effect of being the 

edge of the sample.  
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Figure 6.24: Strain maps collected through DIC for pure nickel at 3% global strain showing the (a) total area maximum 

nominal strain and (b) the maximum principal strain for the area within the EBSD analysis. 
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Figure 6.25: Strain map for pure nickel in the loading direction (Exx) at 3% global strain where (a) shows the entire region 

captured by the telecentric lens and (b) the segmented region calculated by imposing EBSD analysts on the DIC analysis. 
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Figure 6.26: Strain map for pure nickel perpendicular to the loading direction (Eyy) at 3% strain where (a) shows the entire 

region captured by the telecentric lens and (b) the segmented region calculated by imposing EBSD analysts on the DIC 

analysis. 

(a) 

(b) 

Loading Direction

  

Loading Direction 

(µm) 

(µ
m

) 



 

165 

6.3.3. Segmented EBSD Maps 

To compare the results of the HR-DIC strain data to the neutron data it was essential to segment the 

data into the same subsets recorded in the neutron diffraction tests. The same method for 

segmentation of the EBSD data used for the post-mortem EBSD analysis in Chapter 5 was used for 

this, therefore the grains selected were within 7.5 degrees of the given orientation. 

Stainless Steel 316 

The EBSD map for the SS316 specimen shown in Figure 6.12 was segmented to show the grains 

within 7.5 degrees of the 111, 220 and 200 orientations, these results are shown in Figure 6.27, 

Figure 6.28 and Figure 6.29 respectively.  

 

Figure 6.27: EBSD map showing only grains within 7.5 degrees of the 111 crystallographic orientation for the SS316 
specimen. Here the loading direction is parallel to the x-axis.  
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Figure 6.28: EBSD map showing only grains within 7.5 degrees of the 220 crystallographic orientation for the SS316 
specimen. Here the loading direction is parallel to the x-axis. 

 

 

Figure 6.29: EBSD map showing only grains within 7.5 degrees of the 200 crystallographic orientation for the SS316 

specimen. Here the loading direction is parallel to the x-axis. 
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INVAR 

The EBSD map for the INVAR specimen shown in Figure 6.13 was segmented to show the grains 

within 7.5 degrees of the 111, 220 and 200 orientations, the results are shown in Figure 6.30, Figure 

6.31 and Figure 6.32 respectively.  

 

Figure 6.30: EBSD map showing only grains within 7.5 degrees of the 111 crystallographic orientation for the INVAR 
specimen. Here the loading direction is parallel to the x-axis. 
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Figure 6.31: EBSD map showing only grains within 7.5 degrees of the 220 crystallographic orientation for the INVAR 
specimen. Here the loading direction is parallel to the x-axis. 

 

 

Figure 6.32: EBSD map showing only grains within 7.5 degrees of the 200 crystallographic orientation for the INVAR 
specimen. Here the loading direction is parallel to the x-axis. 
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Pure Nickel 

The EBSD map for the pure nickel specimen shown in Figure 6.14 was segmented to show the grains 

within 7.5 degrees of the 111, 220 and 200 orientations, the results are shown in Figure 6.33, Figure 

6.34 and Figure 6.35 respectively.  

 

Figure 6.33: EBSD map showing only grains within 7.5 degrees of the 111 crystallographic orientation for the pure nickel 
specimen. Here the loading direction is parallel to the x-axis. 
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Figure 6.34: EBSD map showing only grains within 7.5 degrees of the 220 crystallographic orientation for the pure nickel 
specimen. Here the loading direction is parallel to the x-axis. 
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Figure 6.35: EBSD map showing only grains within 7.5 degrees of the 200 crystallographic orientation for the pure nickel 
specimen. Here the loading direction is parallel to the x-axis. 

6.3.4. Histogram plots 

By superimposing the EBSD maps onto the strain data, the grain subset regions can be defined and, 

therefore, split the DIC strain data into just those regions. Following the segmentation of the EBSD 

maps and strain maps, histogram plots have been used to visually show the difference in the stain 

for each subset of grains. The histogram plots present the frequency of recorded strain values for 

the regions determined to be within 7.5 degrees of the 111, 220 or 200 orientations. The decision to 

selected 7.5 degrees stemmed from the neutron diffraction analysis, where ENGIN-X has the same 

accuracy and therefore allowed a direct comparison of grain subsets.  

6.3.4.1. HR-DIC Histogram Plots for SS316 Specimen 

Figure 6.36 shows the segmented strain data in the loading direction (Exx) for the SS316 specimen 

(using the strain map found in Figure 6.17) at 3% global strain. The strain data was segmented using 

the EBSD maps so the grains were within 7.5 degrees of the 111 (Figure 6.27), 220 (Figure 6.28) and 

200 (Figure 6.29) orientations. The 111 orientation subset had strain values which range between -

0.045 to 0.105, with a maximum number of counts at 0.01. The 220 subset has a range of strain 
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values between -0.04 and 0.09, with a maximum number of counts at 0.035. The 200 subset has a 

range of strain values between -0.015 and 0.105, with a maximum number of counts at 0.025. 

 

Figure 6.36: Histogram plot for the Exx strain values recorded for SS316 at 3% global strain for the 111, 220 and 200 subsets 
of grains. 

Figure 6.37 shows the strain data for the SS316 specimen, perpendicular to the loading direction 

(Eyy) for the 111, 220 and 200 orientation subsets at 3% global strain. This data was segmented from 

the strain data presented in Figure 6.18. Each subset primarily sits in the negative values, indicating 

contraction in this direction. The 111 subset has a range of strain values between -0.0505 to 0.04, 

with a maximum number of counts at -0.01. The 220 subset has a range of strain values between -

0.051 and 0.0525, with a maximum number of counts at -0.01. The 200 subset has a range of strain 

values between -0.0515 and 0.0505, with a maximum number of counts at -0.0105. 

 

Figure 6.37: Histogram plot for the Eyy strain direction values recorded for SS316 at 3% global strain for the 111,220 and 
200 subsets of grains. 
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Figure 6.38 shows the spread of the strain data for SS316 for the maximum principal strain for the 

111, 220 and 200 orientations of grains at 3% global strain. This data was segmented from the strain 

map presented in Figure 6.16. The 111 subset has a range of strain values between -0.0505 to 0.11, 

with a maximum number of counts at 0.0305. The 220 subset has a range of strain values between -

0.05 and 0.0905, with a maximum number of counts at 0.03. The 200 subset has a range of strain 

values between -0.0205 and 0.11, with a maximum number of counts at 0.0205. 

 

Figure 6.38: Histogram plot for the maximum principal strain values recorded for SS316 at 3% global strain for the 111, 220 
and 200 subsets of grains. 

 

6.3.4.2. HR-DIC Histogram Plots for INVAR Specimen 

Figure 6.39 shows the segmented strain data in the loading direction (Exx) for the INVAR specimen 

(using the strain map found in Figure 6.21) at 3% global strain. The strain data was segmented using 

the EBSD maps so the grains were within 7.5 degrees of the 111 (Figure 6.30), 220 (Figure 6.31) and 

200 (Figure 6.32) orientations. The strain values span between -0.01 and 0.08, however, they all 

have a maximum number of occurrences at a value of ~0.03.  
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Figure 6.39: Histogram plot for the Exx strain values recorded for INVAR at 3% global strain for the 111,220 and 200 subsets 
of grains. 

Figure 6.40 shows the strain data perpendicular to the loading direction (Eyy) for the grains in INVAR 

divided into the 111, 220 and 200 orientation subsets at 3% global strain. This data was segmented 

from the strain map presented in Figure 6.22. The 111-orientation subset has a range of values 

between -0.05 and 0.02, with a maximum number of counts at -0.015. The 220-orientation subset 

has a range of values between -0.05 and 0.02, with a maximum number of counts at -0.02. The 200-

orientation subset has a range of values between -0.04 and 0.02, with a maximum number of counts 

at -0.015. 

 

Figure 6.40: Histogram plot for the Eyy strain values recorded for INVAR at 3% global strain for the 111, 220 and 200 
subsets of grains. 

Figure 6.41 shows the spread of the strain data for INVAR for the maximum principal strain for the 

111, 220 and 200 orientations of grains at 3% global strain. This data was segmented from the strain 

map presented in Figure 6.20. The maximum principal strain consists of all positive values which 
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span between 0 and 0.1. The number of occurrences of the 220 orientation subset is nearly double 

that of the 111 and 200 orientation subsets.  

 

Figure 6.41: Histogram plot for the maximum principal strain values recorded for INVAR at 3% global strain for the 111,220 
and 200 subsets of grains. 

6.3.4.3. HR-DIC Histogram Plots for Pure Nickel Specimen 

Figure 6.42 shows the segmented strain data in the loading direction (Exx) for the pure nickel 

specimen (using the strain map found in Figure 6.25) at 3% global strain. There is no variation in 

strain values between the subsets but the 220 orientation subset has a larger number of counts, 

followed by the 111 and then the 200. The strain values are all positive and span between 0.01 and 

0.04, with a maximum number of counts at 0.03. 

 

Figure 6.42: Histogram plot for the Exx strain direction values recorded for pure nickel at 3% global strain for the 111,220 
and 200 subsets of grains. 

Figure 6.43 shows the strain data perpendicular to the loading direction (Eyy) for the grains in pure 

nickel specimen, divided into the 111, 220 and 200 orientation subsets at 3% global strain. This data 



 

176 

was segmented from the strain map presented in Figure 6.26. All the subsets have the same values 

of strain which span between -0.025 and 0, with a peak value number of counts at -0.0125. The 

number of instances for 220 is the highest, followed by 111 and then 200. 

 

Figure 6.43: Histogram plot for the Eyy strain direction values recorded for pure nickel at 3% global strain for the 111,220 
and 200 subsets of grains. 

Figure 6.44 shows the spread of the strain data for pure nickel for the maximum principal strain for 

the 111, 220 and 200 orientations of grains at 3% global strain. This data was segmented from the 

strain map presented in Figure 6.24. It should be noted that the length scale in y is larger in this 

figure than in Figure 6.42 and Figure 6.43. The values span between 0.01 and 0.04 for all subsets 

with the peak being at 0.03. 

 

Figure 6.44: Histogram plot for the maximum principal strain values recorded for pure nickel at 3% global strain for the 
111,220 and 200 subsets of grains. 
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6.3.5. Regional Strain Plots 

As the DICE code was not programmed to process multiple images, to produce strain progression 

throughout loading, regions with high concentrations of grains with the 111, 220 and 200 

orientations were selected from the original, global DIC data. This process involved using the 

segmented EBSD maps to identify three regions that had a high concentration of grains within 7.5 

degrees of the desired orientation and then using these coordinates and relating them to the DIC 

data coordinate system to segment the DIC data into the required region. Three regions of grains 

were selected to highlight any outlying values of strain and to find any patterns between the regions. 

The strain plot is from the start of the test to the point at which the samples reached 3% strain, 

where the image number indicates the time for the start of the test. An additional plot for each 

sample was included which had a strain scale between -0.2 and 0.2, this allowed comparisons to be 

drawn between the three specimens and allowed for a closer inspection of the elastic region for the 

SS316 and INVAR samples. 

7.4.4.1. Regional strain plots for SS316 

The segmented EBSD maps used to locate the grains with 7.5 degrees of the 111, 220 and 200 

orientations for the SS316 specimen can be found in Figure 6.27, Figure 6.28 and Figure 6.29 

respectively. The location for the regions chosen for SS316 from the EBSD coordinate which 

contained grains with the 111, 220 and 200 orientations are shown in Table 6.4. The regions needed 

to be greater than 200 µm by 200 µm to include the vector arrows from the DIC analysis, however, 

due to the grain size of the SS316 material this typically spanned an entire grain. 

 

Table 6.4: Regions selected from EBSD data for SS316 which contain the largest concentration of either 111, 220 or 200 
orientation subsets. 

Orientation Region X1 X2 Y1 Y2 

111 1 984 1666 1440 1640 

2 74 274 122 322 

3 1626 1826 1266 1466 

220 1 958 1429 1103 1303 

2 435 635 1259 1459 

3 1597 1797 1061 1261 

200 1 1760 1970 1282 1482 

2 1226 1426 212 412 

3 984 1184 1511 1711 
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Figure 6.45 shows the strain data progression in the loading direction (Exx) for the SS316 tensile 

sample for the regions shown in Table 6.4. Figure 6.46 shows the strain data progression throughout 

loading in the perpendicular direction (Eyy) for the SS316 sample for the regions shown in Table 6.4. 

Up to image 20, all three 111-orientated regions are in reasonable agreement with one another, 

however above this image number a large amount of variation is shown. For the 220-orientation 

subset, regions 1 and 3 are in reasonable agreement up to image 20 but deviate after that, whereas 

region 2 is vastly different from the start of the test. The 200 subset shows reasonable agreement 

for the region 2 and 3 plots up to around 140, with some variation throughout, however, region 1 

deviates greatly from the start of the test.  
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Figure 6.45: The SS316 Exx strain for regions with a high concentration of grains with the 111, 220 and 200 orientations 
from the start of the test to 3% strain, where (a) best fit scale and (b) is the relative scale. 

(a) 

(b) 

Exx 
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Figure 6.46: The SS316 Eyy strain for regions with a high concentration of grains with the 111, 220 and 200 orientations 
from the start of the test to 3% strain, where (a) best fit scale and (b) is the relative scale. 
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7.4.4.2. Regional strain plots for INVAR 

The regions selected from the EBSD maps for the INVAR samples were chosen to include the largest 

concentration of grains with either the 111, 220 or 200 orientations. The segmented EBSD maps for 

the INVAR specimen for the 111, 220 and 200 orientations can be found in Figure 6.30, Figure 6.31 

and Figure 6.32 respectively. The regions chosen for each subset are shown in Table 6.5.  The regions 

needed to be greater than 200 µm by 200 µm and as the INVAR grains are much smaller than those 

found in SS316 the regions spanned multiple grains with different orientations. Therefore, the 

regions were selected to contain the largest percentage of the grains of the given orientation. 

 

Table 6.5: Regions selected from EBSD data for INVAR which contain the largest concentration of either 111, 220 or 200 
orientation subsets. 

Orientation Region X1 X2 Y1 Y2 

111 1 529 729 972 1172 

2 999 1248 850 1113 

3 219 460 213 466 

220 1 1642 1962 81 410 

2 425 736 518 809 

3 716 1009 3 303 

200 1 1672 1995 404 742 

2 560 889 1745 1993 

3 291 527 3 345 

 

Figure 6.47 shows the strain data progression in the loading direction (Exx) for the INVAR tensile 

sample for the regions shown in Table 6.5. Figure 6.48 shows the strain data progression throughout 

loading in the perpendicular direction (Eyy) for the INVAR sample for the regions shown in Table 6.5. 
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Figure 6.47: The INVAR Exx strain for regions with a high concentration of grains with the 111, 220 and 200 orientations 
from the start of the test to 3% strain where (a) best fit scale and (b) is the relative scale. 

(a) 

(b) 

Exx 
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Figure 6.48: The INVAR Eyy strain for regions with a high concentration of grains with the 111, 220 and 200 orientations 
from the start of the test to 3% strain where (a) best fit scale and (b) is the relative scale. 

7.4.4.3. Regional strain plots for pure nickel 

The segmented EBSD maps used to locate regions with the highest concentrations of grains within 

7.5 degrees of the 111, 220 and 200 orientations for the pure nickel specimen can be found in Figure 

6.33, Figure 6.34 and Figure 6.35 respectively. The regions selected from the EBSD data, which 

contained the highest concentrations of grains with the 111, 220 and 200 orientations for the pure 

nickel sample are shown in Table 6.6. Like the Invar samples, the grains were significantly smaller 
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than the SS316 and therefore these selected regions contained grains without the desired 

orientation. 

Table 6.6: Regions selected from EBSD data for pure nickel which contain the largest concentration of either 111, 220 or 200 
orientation subsets. 

Orientation Region X1 X2 Y1 Y2 

111 1 331 531 972 1172 

2 1775 1975 583 783 

3 1100 1300 1700 1900 

220 1 949 1149 1717 1917 

2 653 853 1703 1903 

3 1541 1741 977 1177 

200 1 811 1011 1280 1480 

2 51 251 1263 1463 

3 1739 1972 1640 1896 

 

Figure 6.49 (a) and (b) shows the strain data progression in the loading direction (Exx) for the pure 

nickel tensile specimen for the regions shown in Table 6.6, where (a) shows the most suitable length 

scale for the data points and (b) is a larger length scale to show a direct comparison between this 

specimen and the INVAR and SS316 specimens. Figure 6.50 (a) and (b) shows the perpendicular 

direction strain data (Eyy) for the pure nickel sample for the regions shown in Table 6.6. 
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Figure 6.49: The pure nickel Exx strain plot for regions with a high concentration of grains with the 111, 220 and 200 
orientations from the start of the test to 3% strain where (a) best fit scale and (b) is the relative scale. 
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Figure 6.50: The pure nickel Eyy strain plot for regions with a high concentration of grains with the 111, 220 and 200 
orientations from the start of the test to 3% strain. 
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6.4. Discussion 

The HR-DIC tests were performed on SS316, INVAR and pure nickel samples to highlight the 

importance of SFE on deformation mechanics. These tests were successful in producing strain data 

for samples subjected to a tensile load. The results of the DIC analysis were then superimposed on 

top of EBSD maps to allow for the strain data to be segmented by the individual grains and divided 

into subsets based on their crystallographic orientations. The DIC images were chosen when the 

samples reached 3% strain to allow comparisons to be drawn between these results and those of the 

neutron diffraction tests. This was achieved by plotting the strain by image number curves for each 

test and finding the image number when the strain reached 3%.  

To align the spatial HR-DIC data to the EBSD map, the hardness indents were used to locate the EBSD 

map location from the tensile test specimen. The SS316 grains were large enough that they could be 

clearly seen in the etched tensile specimen, this acted as an indicator of how accurate the alignment 

between the EBSD map and strain data would be. It was found that by using the coordinates of the 

hardness indents to place the SS316 EBSD map onto the HR-DIC data that the grain boundaries 

aligned well. Therefore, it was assumed that the same could be applied for INVAR and pure nickel, 

which had smaller grains that were not visible on the etched surface.   

For the strain data, the Exx direction shows the strain in the loading direction and the Eyy value is 

the strain perpendicular to the loading direction. The Exx strains are typically much larger than the 

Eyy which is to be expected and the perpendicular stain is likely to show a small amount of 

contraction, therefore, the maximum principal strain is dominated by the Exx direction. The 

complete strain maps calculated from the raw images along with the segmented area plots for SS316 

are shown in Figure 6.16, Figure 6.17 and Figure 6.18 for the Max Principal Strain, Exx and Eyy 

respectively. In Figure 6.16 (b) there is a large range in strain values throughout the surface, where 

there are distinct regions with high strain concentrations. The map is predominately red, indicating 

positive strain, however, there are some regions where negative strain values are recorded. Figure 

6.17 (b) shows the Exx strain map, this has a very similar pattern with strain concentrations in the 

same regions. The Eyy direction strain map in Figure 6.18 (b) shows regions to be predominately 

negative values of strain, indicating contraction in this direction, however, there are focused regions 

which have positive strain values. The regions of strain concentration are of a comparative size to 

the grain size within the material, showing that at the grain level there is a wide range of strain 

values and therefore anisotropic deformation is present. 

The maximum nominal strain map, Exx strain map and Eyy strain map collected for INVAR, which 

was cropped using a superimposed on the EBSD map of the material ( 



 

188 

 

 

Figure 6.13), are shown in Figure 6.20, Figure 6.21, and Figure 6.22 respectively. Figure 6.20 presents 

nominal strain which contains a variation in strain values throughout the sample. There are stripes of 

strain which are prevalent in the DIC strain which is all positive but there are some regions of near 0 

strain. Figure 6.21 shows the Exx values in the loading direction, all values are positive and vary 

between 0 and 0.15. Figure 6.22 shows the Eyy strain map, this gives the strain values perpendicular 

to the loading direction, here all values of strain are negative and mostly vary between -0.1 and 0, 

however, there are some regions with values up to -0.15. This variation in the strain throughout the 

surface is similar to the SS316 sample, but the variation is less pronounced. The strain ‘bands’ 

appear to align with the grain boundaries in some areas indicating that the grain structure is causing 

this variation in the strain values. 

The nominal, Exx and Eyy strain maps for the pure nickel specimen can be found in Figure 6.24, 

Figure 6.25 and Figure 6.26 respectively. Figure 6.24 (b) shows the nominal strain for the segmented 

pure nickel sample, where the values range between 0.01 and 0.04, this shows much less variation 

compared to the SS316 and INVAR samples. This same pattern can be found in the Exx figure in 

Figure 6.25 (b). For the Eyy map in Figure 6.26 (b), the strain variation is between -0.025 and 0, but 

the majority of the area is around an average between these numbers.  These maps do not show the 

regions of low and high strain concentration that are found in the SS316 and INVAR, indicating that 

pure nickel deforms uniformly throughout the material.  

Using the DICE software to impose the EBSD data on-top of the DIC strain map allowed the strain 

data for the crystalline subsets 111, 220 and 200 to be shown in histogram plots. For all the 

histogram plots in section 6.3.4, each material for the Exx, Eyy and nominal strains shows there to be 

the largest number of occurrences for the 220 orientation subset of grains. This is conclusive with 

the theory for FCC polycrystals, as the 220 subset has higher multiplicity than the 200 and the 111. 

This implies that the EBSD data has accurately segmented the DIC strain data into the orientations 

correctly.   

Figure 6.36 shows the histogram plots of the loading direction (Exx) strain values for the SS316 

specimen in the 111, 220 and 200 orientation subsets. This shows three distinct curves for each 

subset, from this figure it can be seen that the 220 subset generally has higher values of strain. 

Figure 6.37 shows the strain values perpendicular to the loading direction, here the values are 

predominately negative, and the magnitude is less than in the loading direction. Figure 6.38 shows 

the histogram plot for the maximum principal strain values for SS316. The SS316 subsets show a tail 



 

189 

on the peaks, this could be caused by the larger grain sizes found in SS316 which leads to a greater 

variation in the orientation spreads of the grains. This may also be caused by the DIC strain analysis 

causing noise in the strain data. 

Figure 6.39 shows the Exx strain for INVAR, this shows positive values of strain for all subsets, there 

is a large amount of spread in each subset, however, the peaks span the same ranges as one 

another. Figure 6.40 is the Eyy strain for the subsets of grains, this shows a slightly higher peak for 

the 220-orientation subset of grains than for the other grain orientation subsets, however, the 

spread of the peaks are very similar to one another. Figure 6.41 shows the histogram plot for the 

maximum principal strain for INVAR where all three orientation subsets have a maximum value of 

0.035. These histograms show that the INVAR sample has a similar amount of spread as seen in the 

SS316 specimen, however, the subsets show less deviation in the peak location.  

Figure 6.42 shows the strain data for the pure nickel sample in the loading direction, segmented into 

the 111, 220 and 200 orientation subsets.  All strain values are shown to be positive in this direction 

indicating only extension is occurring. The number of occurrences varies for each orientation subset, 

with 220 having the highest amount but the spread of the peaks is the same for all subsets.  As the 

relative proportion is the only way of indicating a higher strain in a given orientation, it can be 

observed at 0.035 that the 111 subset has nearly the same number of counts as the 220 and as the 

220 is meant to have nearly double, this could imply that the 111 may have more deformation. 

Figure 6.43 shows the strain data for pure nickel perpendicular to the loading direction. All values 

are negative in this direction, indicating only contraction in this direction. The proportional height of 

the subsets remains constant for each strain value, implying that deformation is occurring uniformly 

for each subset. Figure 6.44 is the histogram plot showing the results of the maximum principal 

strain for the pure nickel specimen. As with the Exx and Eyy histogram plots, there is no difference in 

spread between the orientation subsets. However, the 111 is proportionally higher at 0.035, and the 

200 subset is proportionally higher at 0.04. This implies a slight difference in deformation between 

the subsets. 

The histogram plots only show the strain values for the 111, 220 and 200 orientation subsets at 3% 

strain regional plots were selected from the DIC data to investigate the progression of strain 

throughout the tensile test. The regions needed to be at least 200 µm by 200 µm to include vector 

arrows from the DIC analysis. As this is larger than the grain sizes for INVAR and pure nickel, these 

regions contained grains with various orientations but were carefully selected to include the highest 

proportion of the given orientation.  
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The strain progression throughout the in situ HR-DIC tensile tests for the SS316 specimens is 

presented in Figure 6.45 for the loading direction and Figure 6.46 for the perpendicular direction. 

Due to the large grain sizes found in the SS316 specimen, the regions chosen for the strain 

progression plots were within a single grain with the chosen orientation. This showed there to be 

some correlation between the regions for each subset early in the test, however, once plastic 

deformation had occurred there was a wide spread of values for the 3 regions for each orientation 

subset. As the regions are predominately enclosing a single grain the spread in values cannot be 

linked to the orientation variation due to the regions containing multiple grains with varying 

orientations, like the INVAR and pure nickel samples. However, by looking at the histogram plots in 

Figure 6.36 and Figure 6.37 there is a large variation in strain values for each subset, so the grains 

showing different strain progression should be a reasonable result.  

The INVAR showed three regions to behave largely differently from the others, this is seen for the 

220-orientation for region 1 and region 3 and the 200-orientation for region 3. These regions of 

grains were selected solely from the EBSD map by selecting regions with the highest concentration 

of either the 111, 220 or 200 orientations. However, when looking at where the EBSD map is placed 

within the DIC image (Figure 6.19) the region is on the edge of the sample. Therefore, the change in 

the size of the edge is affecting the values, this makes a greater impact in the y direction (Figure 6.48 

(a)) but is also seen in the loading direction above image number 80, although earlier in the test this 

seems to have less impact in this direction. This can be seen as all regions for the 220 subsets are in 

good agreement with one another up to image number 50. Considering this, when looking at the 

results for the INVAR sample in the loading direction in Figure 6.47 (b), the 220 regions show to be in 

good agreement with one another up to an image number of 50, after this, they start to deviate. The 

111 orientation regions are all in good agreement up to an image number of 30, after this region 1 

begins to show an increase in its values of strain. However, regions 2 and 3 are in good agreement 

up to image 100. The 200 subset shows a slight relationship between regions 2 and 3 up to image 

number ~50 but then region 3 shows the impact of being at the edge of the specimen. It is harder to 

see patterns in the perpendicular direction from Figure 6.48 due to the outlying regions, however, 

regions 2 and 3 for 111-orientation are in good agreement up to image 100 similar to the x direction. 

Therefore, despite the regions containing grains with orientations different from the desired 

orientation, relationships between the regions can be seen in the early stages of the test.  

The regional strain plots for the loading direction of the pure nickel sample can be found in Figure 

6.49. The comparative plot in Figure 6.49 (b) shows the magnitude and variation in the grain 

orientation subsets are much less drastic than seen in both the INVAR and SS316 specimens. For the 

111 orientation subset, regions 1 and 2 show to be in reasonable agreement up to image 40, 
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whereas region 3 shows a large amount of deviation from the start of the test. For the 220 

orientation subset, all regions are in good agreement up to image number ~70, after this region 3 

shows an increase in strain values, however, regions 1 and 2 remain closely aligned up to the end of 

the test. For the 200 orientation subset, regions 2 and 3 are in reasonable agreement up to image 

number 60, but then a change in gradient can be seen, however, the shape of the curves are similar 

after this point. Region 1 shows a similar shape curve throughout the test but has more negative 

values. Figure 6.50 shows the regional strain results perpendicular to the loading direction show less 

correlation between the subsets with no regions correlating beyond image 10. The range of strain 

values is significantly less than both the INVAR and SS316. By looking at the comparative scale plots 

in Figure 6.49 (b) and Figure 6.50 (b) the difference in deformation for each subset region does not 

show as much variation as with the other specimens. This correlates to the segmented histogram 

plots and the strain maps showing that the pure nickel sample shows significantly less variation and 

deforms more universally than the SS316 and INVAR. It should be considered that these regions did 

contain numerous grains with different orientations, however, they were selected to have a high 

concentration of grains with the desired orientation. This may have led to some averaging of the 

strain values, however, looking at the histogram plots at 3% in the Exx (Figure 6.42) and Eyy (Figure 

6.43) there is little variation between the orientation subsets so it can be assumed that these values 

would be closely related.  

The effects of SFE can be seen in the results from the in situ HR-DIC tensile tests. The alloys with the 

high SFE (INVAR and SS316) showed a large variation in strain values throughout their surfaces, 

however, the pure nickel sample with a high SFE shows near-uniform deformation during loading. 

The congregate DIC data was divided into the orientation subsets recorded in the neutron diffraction 

tests, however, this technique is not limited to these orientations.    
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7. Overall Discussion and Conclusions 

7.1. Introduction 

The results and discussion sections in chapters 4, 5, and 6 focussed solely on the techniques 

discussed in the relevant chapters. However, as this thesis is looking to compare the effectiveness of 

using three different strain measurement techniques, the following section will produce a 

comprehensive discussion of the results of the neutron diffraction tensile tests, the EBSD metrics, 

and the HR-DIC tensile tests. This is followed by a summary of the key conclusions of this research 

project.  

7.2. Discussion 

As discussed in Chapter 1, determining the lifetime of the constituent components within nuclear 

power reactors is essential as premature failure can have disastrous consequences. By studying the 

deformation mechanics of the component’s materials, a better estimate can be derived as to the 

duration these materials can withstand these harsh environments. Typically, polycrystalline 

materials are used within nuclear reactors due to having a homogenous, isotropic mechanical 

response to loading. However, at the microscale, polycrystalline materials experience anisotropic 

deformation during loading, caused by the mismatch in mechanical performance between the 

orientations of neighbouring grains. This can lead to stress concentrations which can lead to 

macroscopic failure. Neutron diffraction is a well-researched method of measuring elastic strain at 

the grain scale and can quantify anisotropic deformation by measuring the average lattice strain for 

subsets of grains based on their crystallographic orientations (9). However, this technique is 

expensive and has limited accessibility, therefore, using HR-DIC to measure grain-scale deformation 

could provide a cheaper and more accessible alternative. Thus, this project looks to compare the 

strain results collected from in situ neutron diffraction to the strain in situ HR-DIC. 

The results of the strain measurement techniques were compared by their abilities to identify the 

effect of SFE on deformation behaviour. The three materials investigated in this project were pure 

nickel, INVAR and SS316 (a detailed discussion on why these materials were selected can be found in 

sections 4.1 and 4.2.1). Both INVAR and SS316 have low SFE whereas pure nickel has a high stacking 

fault energy. This greatly influences the mechanisms of deformation that occur during loading. This 

project looked to see if the differences in the deformation behaviour could be identified in the strain 

measurement techniques.  

Historically, comparisons between neutron diffraction and HR-DIC has focused on comparing the 

behaviour of individual grains using HR-DIC to the statistical results of neutron diffraction. For 
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example, Polatidis et al. (145) compared the results of in situ HR-DIC to in situ neutron diffraction for 

a low SFE steel alloy and a medium SFE alloy. This study used HR-DIC to verify the formation of 

martensite in individual grains that were seen in the in situ neutron diffraction in the low SFE alloy, 

which were not seen in the medium SFE alloy highlighting the differences in deformation behaviour 

of the two materials. However, this project compares statistical in situ HR-DIC data to in situ neutron 

diffraction. This allows a larger number of grains to be sampled, however, the development of 

subgrain features, such as the formation of martensite, is not visible at this length scale.  

Neutron diffraction is limited to recording only elastic lattice strain data for grain subsets with 

orientations which diffract according to Bragg’s law; the most useful of these subsets in the FCC 

system is the 111, 220 and 200 orientations. Thus, to compare the neutron diffraction results to HR-

DIC, the HR-DIC strain data was divided into the same grain orientation subsets using EBSD mapping 

on the ROI before tensile testing. HR-DIC measures both elastic and plastic strains but is unable to 

distinguish between them, whereas neutron diffraction measures only elastic strains, therefore, 

post-mortem EBSD metric analysis was performed on the neutron diffraction samples to provide 

insight into the plastic strain. Several EBSD metrics have been shown to correlate well with plastic 

deformation (21) and these metrics can be calculated from the EBSD conducted after neutron 

diffraction.  In Section 5.4, the three EBSD metrics KAM, GAM and GOS were compared, this showed 

that due to the noise caused by the large grain sizes in the SS316 sample for both the GAM and GOS 

results, the best comparison metric was KAM because it wasn’t reduced to a single point per grain. 

Therefore, only the results of the KAM EBSD metrics will be discussed in this section.  Both the KAM 

data and HR-DIC strain data were segmented to be within 7.5 degrees of the given crystallographic 

orientation, as this was the accuracy of the ENGIN-X neutron diffractometer, and this allowed the 

three techniques to be compared. Finally, as the pure nickel sample has been suggested as a 

replacement material for SS316 in modelling deformation behaviour, the EPSC model was included 

to show the difficulties of modelling two materials with vastly different SFE using the same 

hardening model. 

Work hardening occurs in low SFE alloys because cross-slip is not energetically favourable and, 

therefore, dislocation pileups can occur (30). Dislocation pile-ups cause dislocation concentrations, 

therefore misorientation analysis can be used to show the effect of work hardening. In the KAM 

maps for SS316 (Figure 5.7 (a)) and INVAR (Figure 5.8 (c)), there is a large increase in misorientation 

between the undeformed region and the deformed region. This may indicate that dislocation pileups 

have formed causing misorientation. The pure nickel sample (Figure 5.9 (c)) does not show this same 

increase, however, the material has a large amount of misorientation in the undeformed region, so it 

is hard to determine the effects of deformation on this alone. Additionally, the effect of cross-slip 
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can be seen in the HR-DIC strain maps for the loading direction of the pure nickel sample (Figure 

6.25), here the strain is seen to be constant throughout the region, whereas for the SS316 specimen 

(Figure 6.17) and the INVAR specimen (Figure 6.21) there is a large variation in strain values 

throughout the surface. Furthermore, the effect of work hardening can be seen in the macro stress-

strain curves collected through the neutron diffraction tests seen in Figure 4.9 for the SS316 and 

INVAR specimens because following yield there is an increase in the stress required to increase the 

strain values. However, in Figure 4.9 the pure nickel does not show the same increase and instead 

plateaus, this indicates work hardening has happened at a lesser extent or not occurred. This is 

conclusive with other high SFE materials due to cross-slip being favourable. For example, Karaman et 

al. (29) showed that with the addition of nitrogen to a stainless steel alloy, the SFE energy was 

increased and led to cross-slip occurring in this alloy. Another example, of the difference in 

deformation behaviour of materials with varying SFE is shown by Kang et al. (31) where the lattice 

strain was measured using in situ neutron diffraction for the 111 and 222 orientation subsets are 

compared for two samples of Fe–Mn–C TWIP alloy, one with 0 wt.% and one with 2 wt.% Al (Figure 

2.4 (b)). Here, it is shown that there is a greater difference in the lattice strain behaviour of the 

orientation subsets for the low SFE alloy (0 wt.%) than the higher SFE (2 wt.%). This is also observed 

in this thesis when comparing the results of lattice strain results from in situ neutron diffraction tests 

for the high SFE pure nickel sample in Figure 4.12 and the low SFE SS316 in Figure 4.10.  

To directly compare the results of the in situ neutron diffraction, in situ HR-DIC and the KAM metric, 

the key figures from Chapters 4, 5 and 6 have been reproduced in Figure 7.1, Figure 7.2 amd Figure 

7.3 for the SS316, pure nickel and INVAR specimens respectively. The in situ neutron diffraction 

lattice strain data for the 111-, 220- and 200-orientation subsets to be distinctly different to one 

another, this is shown in Figure 7.1 (a). Specifically, the 220-orientation subset showed the onset of 

plastic deformation due to the lack of increase in strain with increasing stress at the end of the test. 

The 111-orientation subset showed elastic deformation throughout the test and the 200-orientation 

subset showed an increase in elastic strain towards the end of the test. This type of behaviour is 

comparable to similar studied of FCC materials (9,72). The in situ HR-DIC results showed the SS316 

sample to have three distinct peaks for the 111, 220 and 200 orientation subsets in both the 

transverse and longitudinal direction, these results are presented again in Figure 7.1 (c) and (d) 

respectively. These results indicate that the 220 subset shows the largest amount of strain, this 

correlates with the neutron diffraction presented in Figure 7.1 (a) where the onset of plastic 

deformation is observed in the 220 subset by the halt in increasing elastic strain. This shows that the 

combination of HR-DIC and EBSD was able to accurately segment the strain data for the given 

orientations and yield results conclusive with in situ neutron diffraction tensile tests. However, as 
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DIC cannot distinguish between plastic and elastic deformation it is impossible to determine 

whether the grain subsets are deforming elastically or plastically. The KAM EBSD metric data for 

SS316 also verified the onset of plastic deformation observed in the neutron diffraction tests. The 

histogram plot showing the difference between KAM values for the deformed and undeformed 

regions is shown again in Figure 7.1 (b). This figure shows that the largest increase in KAM values is 

within the 220-orientation subset for the SS316 specimen. This indicates the largest accumulation of 

plastic strain is within this subset of grains, which reflects the results of the neutron diffraction tests 

where the 220-orientation subset shows the onset of plastic deformation. 

 

Figure 7.1: Strain data results collected for SS316 for the 111, 220 and 200 crystallographic orientation subsets. (a) Lattice 
strain data collected through in situ neutron diffraction for the longitudinal and transverse direction, (b) Difference in KAM 
values between the deformed and undeformed regions of the SS316 specimen, (c) and (d) the transverse and longitudinal 

(respectively) in situ HR-DIC strain data. 

The lattice strain data recorded via in situ neutron diffraction for the pure nickel specimen are 

shown in Figure 7.2 (a). Like the SS316 sample (shown in Figure 7.1), this also shows the onset of 

plastic deformation in the 220-orientation subset and the elastic deformation to continue 

throughout loading in the 111-orientation. However, for the 200-orientation subset, the gradient 

remained constant throughout the loading process. This indicates less variation in the deformation 

(a) 

(b) 

(c) (d) 
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behaviour for the subsets of the nickel specimen.  This same effect was seen for the nickel specimen 

in situ HR-DIC results, presented for reference again in this chapter in Figure 7.2 (c) for the 

transverse direction and  Figure 7.2 (d) for the loading direction. Here, there is very little variation in 

the strain values for the subsets of grains, in contrast to the variation seen in the SS316 specimen 

(Figure 7.1). Additionally, the KAM histogram results, comparing the data between the deformed 

and undeformed regions (Figure 7.2 (b)), show the 220-orientation subset to have the highest values 

of KAM, indicating plastic deformation has occurred in this subset, this verifies the results for the 

neutron diffraction tests.  

 

Figure 7.2: Strain data results collected for pure nickel for the 111, 220 and 200 crystallographic orientation subsets. (a) 
Lattice strain data collected through in situ neutron diffraction for the longitudinal and transverse direction, (b) Difference 
in KAM values between the deformed and undeformed regions of the pure nickel specimen, (c) and (d) the transverse and 

longitudinal (respectively) in situ HR-DIC strain data. 

 

The neutron results for the INVAR (Figure 7.3 (a)) showed the material to behaviour somewhat in 

between the SS316 and the pure nickel sample. Here, the 220-orientation subset shows the onset of 

plastic deformation, and the 111-orientation subset shows elastic deformation, however, the 200-

(d) (c) 

(b) 

(a) 
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orientation subset shows the same increase in elasticity but to a lesser degree than the SS316 

sample. The in situ HR-DIC results for the INVAR specimen are shown in Figure 7.3 (c) and (d) for the 

transverse and longitudinal directions. These results show there is a larger spread in the strain values 

compared to the nickel sample, but less than compared to the SS316 sample. However, in this case, 

it is not possible to detect trends in the plasticity behaviour in the subsets. This may be expected 

considering the deviation from linear behaviour in the neutron results is less for invar compared to 

SS316, essentially there is less variation to detect. The KAM histogram plot showing the difference 

between the deformed and undeformed regions in Figure 7.3 (b) shows the 220-orientation subset 

to have the largest values of misorientation. The difference between the subsets is not as prominent 

as in the SS316 and pure nickel sample, it does still indicate that plastic deformation may be 

occurring in the 220-orientation subset. It should also be considered that the KAM values are an 

order of magnitude greater than seen in the SS316 and nickel samples and are likely oversaturated 

due to the undeformed material being well-annealed. These results show that when considering a 

replacement material to model a complex alloy, the influence of SFE on the deformation behaviour 

at the microscale should be considered, hence, despite there being significant differences between 

the behaviour of INVAR and SS316, INVAR would make a more suitable alternative to SS316 than the 

pure nickel specimen.  
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Figure 7.3: Strain data results collected for INVAR for the 111, 220 and 200 crystallographic orientation subsets. (a) Lattice 
strain data collected through in situ neutron diffraction for the longitudinal and transverse direction, (b) Difference in KAM 
values between the deformed and undeformed regions of the INVAR specimen, (c) and (d) the transverse and longitudinal 

(respectively) in situ HR-DIC strain data. 

The results of the EPSC model showed the INVAR (Figure 4.17) and SS316 (Figure 4.16) specimens to 

have a good fit in the macro stress-strain curves, whereas the nickel specimen struggled to predict 

the deformation behaviour (Figure 4.17). This was because the model used the Voce hardening 

model which predicts work hardening to occur after yield, however as seen in the neutron 

diffraction results in Figure 4.9, pure nickel exhibits little work hardening due to being a material 

with a high SFE. Therefore, modelling the deformation of pure nickel is not a suitable proxy for 

modelling SS316 despite its apparent similarities. Instead, INVAR provides a better alternative as it is 

simplistic in chemical composition yet deforms similarly to SS316 as it also has a low SFE.   

The correlation between the Taylor factor of grain subsets and the onset of plastic strain recorded by 

neutron diffraction was discussed in section 4.7. As neutron diffraction looks exclusively at elastic 

strain and the plastic strain is assumed due to the halt in increasing elastic strain, it seems to align 

better with the Taylor factor values of the orientation subsets. However, HR-DIC cannot distinguish 

(d) 

(a) 

(c) 

(b) 
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between elastic and plastic strains. Das et al. (15) found that Schmid factors were useful in 

predicting slip and phase transformations within grains. Although direct comparisons were not draw 

between the HR-DIC results for the grain subsets and the Schmid factors it may be likely that HR-DIC 

aligns better with Schmid factor as it measures both plastic and elastic strains without distinguishing 

between them. By comparing the Schmid factors of the SS316 grain subsets (Figure 5.16), where the 

highest Schmid factors are found in the 200 and 220 subsets, to the strain in the loading direction for 

the SS316 by the HR-DIC (Figure 7.1 (d)), where the 220 and 200 subsets have peaks at higher strain 

values than the 111 subset, this may imply a correlation. Hence, Schmid factor could potentially be 

better suited in predicting HR-DIC strain data than the Taylor factor.  

Due to limitations in the equipment and software used in this project, it was impossible to produce 

strain data during loading for the crystallographic orientation subsets similar to the graphs produced 

from the neutron diffraction analysis (shown in Figure 4.10, Figure 4.11, and Figure 4.12). The micro 

tensile tester used for the in situ neutron diffraction tensile tests was somewhat temperamental and 

inaccurately measured the stress throughout loading, making this data unusable. In future work, 

either an external stress measurement technique should be used to mitigate this or the use of a full-

size tensile tester and therefore, a larger specimen size. Additionally, the DICE software was 

originally designed for use on a single image at a time, this was due to the previous image 

acquisition method being with an SEM, as this meant only a few images could be taken throughout 

loading. However, by using the high-resolution camera and telecentric lens, images can be taken 

every second, providing more stress states during loading. For example, Table 6.3 shows the number 

of images analysed in this project for each sample (as these were the images where the specimens 

reached 3% strain) with the average being around 150, whereas over 500 images were taken for 

each specimen during the entirety of the tensile tests. Due to the vast amount of data collected 

through HR-DIC and the accompanying EBSD analysis, it is possible to produce progression strain 

maps similar to those of neutron diffraction, but to accommodate this, a complete rewrite would be 

required of the DICE software to expand the number of images it can handle. Nevertheless, a 

technique was devised using the EBSD map coordinates, the calibration file used to align the EBSD 

map and the strain map and the DaVis software to produce progression strain data for regions 

enclosing grains with 111, 220 and 200- orientations. It was found that interrogation windows in the 

HR-DIC data analysis were too large to select a singular grain in the INVAR and pure nickel samples 

so a region with a high concentration of either the 111, 220 or 200 crystallographic orientations was 

selected. For the low SFE material, SS316 (Figure 6.45 and Figure 6.46) and INVAR (Figure 6.47 and 

Figure 6.48), there is a large spread in the strain values between the regions for each orientation, 

even considering the outliers in the INVAR specimen. For the high SFE pure nickel specimen, there is 
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much less variation in the strain values, between the regions and between the orientations 

themselves. This does draw some correlations to the neutron diffraction lattice strain results, shown 

in Figure 4.12, for the neutron diffraction tests where less variation was seen in the strain behaviour 

compared to both SS316 (Figure 4.10) and INVAR (Figure 4.11). Additionally, in the histogram plot 

for the nickel specimen results in situ HR-DIC tensile test at 3% strain (Figure 6.42 and Figure 6.43), 

there is little spread in values, whereas INVAR (Figure 6.39 and Figure 6.40) shows some spread in 

strain values and SS316 (Figure 6.36 and Figure 6.37) shows a large amount of spread. 

The results show that the HR-DIC and neutron diffraction results were conclusive in their ability to 

predict the influence of SFE on deformation. In both the neutron diffraction and HR-DIC analysis it 

could be seen that the low SFE materials behaved more similarly to one another than to pure nickel 

specimens with a high SFE. This verification between the two techniques shows the potential of 

using congregate HR-DIC data as an alternative to neutron diffraction.  However, the HR-DIC 

technique still requires further tuning to produce results to be used as an alternative to neutron 

diffraction, with a complete rewrite of the DICE software to enable multiple images to be run at 

once. Furthermore, due to its inability to separate elastic and plastic strains, HR-DIC will not act as a 

complete replacement for neutron diffraction studies, but these results do show the potential 

capabilities of aggregate HR-DIC strain measurements at the grain scale. Therefore, using multiple 

strain measurement techniques allows for a clearer understanding of the deformation behaviour as 

all techniques have strengths and weaknesses. 

7.3. Conclusions 

This project has shown the potential capabilities of using in situ HR-DIC tensile tests to obtain 

congregate strain data, by studying the effect of SFE on the deformation behaviour of SS316, INVAR 

and pure nickel. To corroborate the strain data from HR-DIC, the results were compared to data 

collected via in situ neutron diffraction tensile tests and post-mortem EBSD analysis. The key 

conclusions drawn from this work are as follows: 

• The in situ neutron diffraction tensile tests yielded lattice strain data for subsets of grains, 

which were within 7.5 degrees of 111, 220 and 200 orientations. All three materials showed 

the onset of plastic deformation in the 220-orientated subset of grains. However, the low 

SFE metals, SS316 and INVAR showed the largest variation in lattice strain response of the 

grain subsets compared to the high SFE, pure nickel specimen. Additionally, load sharing was 

observed in both SS316 and INVAR, where the 200-orientation subset showed an increase in 

elastic behaviour once plastic deformation occurred. This effect was not seen in the pure 

nickel sample as the strain continued to increase linearly with increasing stress.  
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• The EPSC model was in reasonable agreement with the experimental neutron diffraction 

data for the SS316 and INVAR specimens. However, due to the lack of work hardening in the 

pure nickel specimen, it struggled to fit the macro-stress strain curve. This resulted in lattice 

strain data predictions that did not accurately reflect the overall shape of the experimental 

data.  

• Post-mortem EBSD analysis was performed on the neutron specimens to verify the onset of 

plastic deformation. To study this, EBSD metrics were used to measure the misorientations 

within the specimens. It was found that the large grain size of the SS316 specimen resulted 

in noisy data for the GAM and GOS metrics, therefore, KAM provided the most accurate 

comparison between the three materials within this project. The KAM results showed the 

largest accumulation of misorientation to be within the 220-orientation subset for all 

materials, this indicates plastic deformation had occurred within this subset before the 111 

and 200 subsets. 

• The in situ HR-DIC tensile test results showed that the 220-orientation subset in the SS316 

specimen has the highest strain values compared to the other orientation subsets. This 

corroborated the results of the neutron diffraction tests and the post-mortem EBSD metric 

analysis. Moreover, the HR-DIC results showed a spread in the strain values for all 

orientation subsets in both the SS316 and INVAR specimens, whereas the nickel specimen 

did not show the same spread in strain values. This was conclusive with the neutron 

diffraction lattice strain data which showed a greater variation in strain response between 

the orientation subsets within the low SFE materials compared to the pure nickel sample. 

Further tuning of the HR-DIC method would be required for this technique to produce comparative 

strain data to that collected through in situ neutron diffraction tensile tests. Although, it should be 

noted that the HR-DIC strain measurement technique cannot fully replace neutron diffraction as HR-

DIC is unable to distinguish between elastic and plastic strains. But using neutron diffraction alone 

cannot give plastic strain values, and instead only indicates the onset of plastic deformation. 

Therefore, combing the neutron diffraction data with post-mortem EBSD analysis provided more 

insight into plastic deformation. This highlights the importance of using multiple strain measurement 

techniques for material characterisation to produce an in-depth evaluation of a material's 

deformation behaviour as all techniques yield some limitations. 

7.4. Limitations Imposed on this Work 

During the completion of this project, the COVID-19 pandemic and subsequent lab closures 

restricted the number of experiments that could be completed. This ultimately resulted in being 
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unable to investigate the Hall-Petch effect, in addition to the SFE, as had been planned. To mitigate 

the impact on the overall project, the EPSC model was used on completed neutron diffraction 

experiments to continue working during this time. This provided an additional method of verification 

for the HR-DIC tests.  

7.5. Future work 

This project has shown the potential for HR-DIC as an aggregate strain measurement, and as this 

method of strain measurement yields a large amount of data, there is further analysis in which work 

could be performed to extract more insights. This section will discuss potential ways in which the 

work in this project can be expanded and developed further.  

• Additional modelling such as using the CPFEM models could be used to highlight the 

difficulty in modelling two materials with vastly different SFEs using the same model 

parameters.  

• To accurately record the SFE values for each material, TEM analysis should be performed on 

the specimens. Additionally, this would allow a comparative observation between the 

formation partial dislocation and stacking faults generation between materials with high and 

low SFEs.  

• The post-mortem neutron diffraction data could be further analysed by using the MTex 

Toolbox to calculate the GND values in the deformed and undeformed regions. These results 

could then be compared directly to the KAM values as well as the implications for the 

neutron diffraction tests. 

• Verify DIC using an independent material, such as using a known phenomenon like the Hall-

Petch effect. This would allow for a method of verifying the technique further with an 

additional, independently well-established phenomenon.  

• To distinguish between the elastic and plastic deformation in the HR-DIC tests, post-mortem 

EBSD analysis could be performed on the same region as the initial EBSD map. This could be 

used to measure the changes in dislocation concentrations.  

• Further analysis of the DIC images could be performed to access strain data throughout 

loading for the selected orientation subsets. 

• To better understand the impact grain size had in the ability to compare the materials and 

the strain measurement techniques, the tensile tests should be performed again on three 

materials of similar grain sizes.  
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