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Abstract 

 

Development and Characterization of Vertically Aligned Metallized Carbon Fiber 

Composites 

 

Dilkaram Singh Ghuman 

 

The primary objective of this study was to conduct a comparative analysis of coatings produced using 

Atmospheric Plasma Spray (APS) and High Velocity Air Fuel (HVAF) processes, applied with Ti-6Al-4V 

and Sn powders. The coatings were deposited onto a single layer of low-melting polyaryletherketone 

(LMPAEK) reinforced with vertically aligned carbon fibers (ZRT film). Prior to the application of the spray 

coating, the samples underwent an electroless plating process with nickel, copper, or silver to serve as 

interlayers. A systematic comparison was conducted across various combinations of plating metals, thermal 

spray methods, and coating powders, including unplated baseline samples. The coated samples were 

characterized using scanning electron microscopy (SEM), confocal laser scanning microscopy (CLSM), 

and energy dispersive X-ray spectroscopy (EDS). Micro-CT scanning was employed to assess coating 

porosity. Thermal properties, including thermal conductivity, thermal resistance, and thermal diffusivity, 

were evaluated using a Thermal Interface Material Analyzer (TIMA). The study demonstrates that 

optimized thermally sprayed coatings can significantly improve the performance of composite materials, 

offering enhanced surface and mechanical properties suitable for scalable applications in high-performance, 

thermally sensitive industries. 
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Organization of the Thesis 

 

• Chapter 1 introduces the project by defining the thesis scope and purpose of the research. 

 

• Chapter 2 provides a review of the current literature on metal matrix composites (MMCs) and 

carbon fiber-reinforced polymers (CFRPs), as well as techniques for metallizing carbon fiber 

composites. It also outlines methods for characterizing metalized samples. 

 

• Chapter 3 presents the metallization of LMPAEK-reinforced carbon fiber composites aligned in 

the normal direction via electroless plating and thermal spraying. The study compares the 

roughness of the coatings and their tribological properties for Sn and Ti-6Al-4V (deposited with 

APS and HVAF), as well as for nickel, copper, and silver (electroless plated). 

 

• Chapter 4 summarizes the research and suggests future studies on the use of normal-direction 

carbon fibers in metal and polymer matrix composites with metal coatings. 
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Chapter 

1. Introduction & Scope 

 

This chapter presents an introduction, as well as the overall scope and purpose of this thesis. 
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1.1 Introduction 

 

As the demand for higher processing power chips increases to enable faster computing for artificial 

intelligence (AI) and machine learning (ML), the heat released from transistors becomes a bottleneck for 

system performance. The energy dissipation from the high density of transistors limits the peak performance 

achievable with traditionally used materials. Selecting an efficient thermal interface material (TIM) 

therefore becomes crucial for cooling these microchips. The metallization of carbon fiber offers the 

potential to enhance both mechanical and thermal properties compared to conventional materials used in 

the industry. 

 

Although composite materials show promise as alternatives, challenges persist regarding development 

costs, manufacturability, reliability, and performance outcomes. Many of these challenges are due to the 

novelty of these materials, which makes outcomes unknown. Balancing these factors while advancing the 

performance of metal matrix composites is a complex task. Due to manufacturing complexity, the 

development of normal-orientation composites remains a niche area, with limited knowledge available 

about different carbon fiber–reinforced metals and their properties. Much research has established a 

framework for understanding the evolution and mechanical properties of carbon fiber–reinforced polymers 

[1]. However, these studies have primarily focused on parallel and anti-parallel fiber orientations, whereas 

fibers oriented in the normal direction have been shown to offer superior mechanical performance [2]. 

 

This study aims to investigate a two-step metallization process that combines electroless plating and thermal 

spraying to deposit metallic coatings onto CFRP substrates with normal fiber orientation. The goal is to 

evaluate how different interlayer materials (Ni, Cu, Ag), coating powders (Sn, Ti-6Al-4V), and thermal 

spray methods (APS, HVAF) influence coating morphology, adhesion, and thermal performance. This work 

aims to address the current gap in literature regarding metallization of vertically aligned CFRP composites 

and proposes a scalable strategy for improving their functionality in high-performance, thermally sensitive 

applications. 

 

1.2 Scope 

 

The overall aim of this thesis is to develop and characterize vertically aligned metallized carbon fiber 

composites. Chapter 3 focuses on the metallization of a polymer matrix composite, achieved through 

electroless plating followed by thermal spraying. The scope of this chapter includes three key phases of the 
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project: development, characterization, and scale-up assessment. 

 

1.3. Final remarks 

 

Chapter 3 of this thesis has been published as an original research article titled 'Metallization of Carbon 

Fiber-Reinforced Polymers (CFRPs) Via a Two-Step Process of Electroless Plating and Thermal Spraying' 

in the Journal of Thermal Spray Technology, published by Springer. The article is accessible online via 

DOI: 10.1007/s11666-025-01993-7.  
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Chapter 

2. Literature Review 

 

This chapter presents a literature review covering the fundamentals of tribology in soft metal coatings, 

alongside metal matrix composites and carbon fiber-reinforced polymers. It also investigates the current 

fiber coating techniques available in the market. 
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2.1. Introduction of composite materials 

 

2.1.1. Definition of composite materials 

 

The term "composite material" is typically used to describe a substance that is composed of two or more 

distinct phases in contrast to monolithic materials which can be defined by their uniform and continuous 

microstructures [3], [4]. Metal alloys, ceramics and polymers can present limitations in terms of strength-

to-weight ratio when employed in engineering design [4]. Whereas the composites optimize properties to 

create lighter yet tougher materials  [5]. In its most fundamental configuration, the dispersed phase, such as 

stiff fibres, is embedded within a monolithic material, which is referred to as the matrix phase [3], [4]. 

Advances in technologies like additive manufacturing have driven the development of multiphase, man-

made composite materials [4]. These materials are of topical interest in the field of engineering. As an 

example, in the aerospace industry, increasing interest to develop composite fan blades show they performs 

better than monolithic materials. However the earliest documented uses of these materials date back to the 

16th century BCE where masons mixed straw and mud to create building blocks [6]. In the present era, 

composite materials are crafted with the objective of enhancing the combinations of mechanical 

characteristics, including stiffness, resilience, and strength in both ambient and high-temperature 

environments [4].  

 

The composite material configurations can be classified into four principal categories: particle-reinforced, 

fibre-reinforced, structural, and nanocomposites [4]. Subsequently, each category is divided two 

geometrical classes. These terms describe different types of composite materials based on their properties, 

components, and uses. Additionally, the properties of composites can be influenced by the characteristics 

of particles in the dispersed phase including concentration, size, shape, distribution, and orientation [4]. 

The classifications are compiled and shown in Figure 1. The present study is primarily concerned with the 

fibre-reinforced composites that have been aligned and discontinuous, as indicated by the blue highlighting 

in the accompanying schematic. The fibre reinforcement is provided by the short carbon fibres that are 

aligned in the normal direction. The research proceeded with an investigation of both carbon-fibre 

reinforced polymers (CFRPs) and metal matrix composites (MMCs). 
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Figure 1: Various classification scheme of composites [4] 

 

2.1.2. Reinforcement Types 

 

As previously noted, the type of reinforcement is not solely contingent on the material in question, but is 

also subject to the influence of the geometric configuration of the dispersed phase [7]. The term "fibers" is 

used to describe a singular strand that exhibits a high length-to-diameter ratio, typically greater than 100 

[8]. The agglomeration of fibres bundled as a group is referred to as a fibre tow or in short, a tow [9]. The 

increased surface area of the combined fibers allows the tensile force to be distributed along the fibers 

acting as the primary load-bearing component in composite materials [10]. 

 

The three most utilized categories of fibres are glass, carbon fibre and Kevlar. The glass fibre category 

encompasses classes with various chemical composition which modifies the physical properties of material. 

The E-glass class is distinguished by a relatively high silica content and a high aluminum oxide weight 

percentage, which contributes to its strength and excellent electrical insulating properties. Low elastic 

modulus carbon fibre (LM-CF) are characterized by their extremely high strength to weight ratio and 

stiffness to weight ratio as a result of the micro graphite crystal structure of the carbon fibers [11]. Kevlar 

fibers are part of aramid fibers where the fibers in question are composed of a long-chain synthetic 

polyamide, wherein a minimum of 85% of the amide linkages are attached directly to two aromatic rings 

[12]. The principal advantages of Kevlar fibres are their suitability for high-performance composite 

applications, where they offer the benefits of light weight, high strength and stiffness, damage resistance, 

and resistance to fatigue [13]. The commercially important fibres alongside their properties are presented 

in Table 1. 

 

 

Composites

Particle-
reinforced

Large-particles
Dispersion-

strengthened

Fibre-
reinforced

Continuous 
(aligned)

Discontinued 
(short)

Aligned
Randomly 
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Structural

Laminates
Sandwich 
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Nanocomposites
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Table 1: Mechanical properties of commercially important fibres [13] 

Fibre Type Fibre category  Density (g/cm3) 
Tensile 

strength (GPa) 

Tensile 

modulus (GPa) 

E-glass Glass 2.58 3.445 72.3 

LM-CF Carbon 1.45 3.5 200 

Kevlar 149 Kevlar 1.47 3.4 186 

 

2.1.3. Matrix Materials 

 

The matrix is the material that embeds the dispersed phase and plays several crucial roles in the functionality 

of composite materials. It serves to bind the fibers, thereby maintaining their position and ensuring the 

composite's structural integrity while protecting the fibers from the surrounding environment [4], [10]. The 

matrix provides an additional benefit in the form of load transfer and pressure distribution, which serve to 

relieve the force exerted on the fibers and provide thermal and electrical insulation [9]. This section aims 

to provide an overview of the three main categories of matrix material, namely polymers, metals, and 

ceramics [10]. The selection of the material for the matrix is based on the desired performance in the specific 

application environment and depends on factors such as mechanical, electrical, or thermal properties [7], 

[14]. 

 

An important factor influencing metallization is the orientation of the fibers. While the most commonly 

used fiber configurations are in the parallel directions to the plane of the substrate due to manufacturing 

convenience, the impact of fiber alignment in the normal direction on the metallization process has been 

investigated by Liberati et al., highlighting its significance in optimizing material performance [2]. 

 

2.1.4. Overview of Polymer, Metal and Ceramic Matrix Materials 

 

Polymer matrices are organic materials that offer a relatively low cost compared to other materials, which 

makes them a popular choice for composites [10]. Thermoset and thermoplastic polymers are among the 

most commonly utilized materials for polymer matrix composites, primarily due to their straightforward 

manufacturing processes [15]. Thermosetting resins are a popular choice in the automotive industry due to 

their excellent mechanical properties and resistance to high temperatures and moisture [9]. Thermoplastic 

resins have the potential for future utilization in the aerospace industry for their insulating properties, with 

their tensile strength being a secondary consideration [5]. Examples of such materials include polyether 
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ether ketone (PEEK), low-melt polyaryletherketone (LMPAEK), polyphenylene sulfide (PPS), and 

polyetherimide (PEI) [4]. While there is no explicit standard regarding the matrix ratio of fiber quantity, 

sources such as Hyer indicate that the matrix resin typically constitutes 30 to 40% of the composite material 

[9].  

 

The advancement of metal matrix composites (MMCs) was driven by the necessity for materials that could 

be utilized in military applications [16]. The combination of a nonmetallic material in a ductile metal matrix 

has gained traction in the recent years due to manufacturing advancement [17]. MMCs offer a number of 

advantages, including enhanced strength and stiffness, improved resistance to creep and fatigue, and 

elevated hardness, wear, and abrasion resistance. Furthermore, they can withstand higher operating 

temperatures [5].  

 

The strength of ceramic matrices is maintained even at elevated temperatures, although this quality is 

accompanied by a weak toughness inherent to ceramic properties. To compensate for the weakness in 

brittleness, the addition of fibers is required in ceramic matrix composites (CMCs) [5]. The phenomenon 

of microcracking is more prevalent in CMC than in MMC or PMC, due to the considerably higher matrix 

failure strain compared to that observed in ceramics [18]. The adoption of CMCs in the aerospace industry 

is driven by the materials-related advantages they offer. These include high specific stiffness and strength, 

which reduce weight and fuel consumption, as well as lower fabrication and maintenance costs. Moreover, 

their capacity to function at elevated temperatures enhances thermal efficiency, while their durability 

prolongs the service life. Furthermore, their capacity for signature reduction enhances stealth technology 

by decreasing the detection range [18]. 

 

2.2. Metallization Processes for Composite Materials 

 

This section examines the various metallization processes utilized in the fabrication of metal matrix 

composite materials or metallization of polymer matrix composites. The methods of metallization on carbon 

fibers (CFs) can be classified into two main categories: physical and chemical. The physical methods 

include sputtering, iron plating, and metal powder spraying, whereas the chemical methods encompass 

chemical plating and electroplating [19]. This research delves into the fundamental principles of electroless 

plating, thermal spray coating, and the prevalent metals employed for coating, elucidating their distinctive 

properties. 
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2.2.1. Electroless plating process overview 

 

The electroplating of carbon fibers is a well-established process that has been the subject of extensive 

research, as evidenced by the work of Hua et al. [19] The fibers are immersed in a bath containing an 

electric current, which is conducted through an anode and results in the deposition of a metallic coating on 

the fibers [19]. While the electroplating process offers advantages such as accelerated deposition rates, cost-

effectiveness, and suitability for conductive substrates, it is constrained by limitations including non-

uniform coating on complex geometries and the inability to coat non-conductive surfaces without prior 

treatment such as the LMPAEK PMCs used in this study [19]. In contrast, the electroless plating process 

differs in that it enables uniform coating regardless of surface geometry and can deposit metals on non-

conductive substrates through an autocatalytic chemical reaction without requiring an external power 

source [20]. Nevertheless, the electroless plating process has not been sufficiently developed or optimized 

for coating the Z-axis carbon fibers utilized in this study, which presents a challenge for its application in 

this context. Electroless plating is a well-established technique for coating non-conductive materials and 

intricate geometries. However, its application on Z-axis carbon fibers represents a relatively novel or 

specialized area of research. 

 

2.2.2. Thermal Spray Process Overview 

 

The field of thermal spray technologies for coatings has recently attracted a growing interest from 

researchers. Thermal spray technologies represent a diverse class of processes used to deposit coatings on 

substrates to improve their mechanical, thermal and functional properties. These processes are particularly 

important for composite materials, where surface treatments are critical for improving adhesion, thermal 

conductivity and wear resistance. Despite still representing an emerging field in composites science, 

thermal spray processes have shown immense potential and have attracted the interest of researchers 

seeking advanced metallization solutions.  

 

2.2.2.1. Types of Thermal Spray Processes 

 

Thermal spray techniques can be broadly categorized into several distinct methods, including flame 

spraying, plasma spraying, arc spraying, cold spraying, and high-velocity air fuel (HVAF) spraying [21]. 

Each method is characterized by the specific energy source utilized to heat the coating material, along with 

the velocity at which the particles are propelled onto the substrate. The simplified classification for the 
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types of thermal spray processes in terms of temperature and velocity is depicted in Figure 2 [22].   

 

 

Figure 2: Thermal Spray Categories [22] 

 

Cold Spray 

 

Cold spray technique uses high-velocity gas jets to accelerate metallic powders toward the substrate at 

relatively low temperatures, preventing the thermal degradation of heat-sensitive materials [21]. Cold spray 

has become particularly relevant for polymer-based composites, where traditional high-temperature 

techniques may compromise structural integrity as demonstrated by Liberati et al. [2].  

 

HVAF Spraying 

 

The process of high-velocity air fuel spraying employs a high-temperature combustion procedure to propel 

particles to velocities exceeding the speed of sound. This method ensures the optimal adhesion and density 

of coatings while minimizing oxidation. The financial appeal of this process is clear, especially since air 

naturally contains approximately 21 vol.% oxygen, which can react with the fuel gas. The remaining portion 



12  

of the air then acts to cool the flame [21].  

 

Plasma Spraying 

 

Plasma spraying represents a coating technology that is notable for its versatility, allowing for the 

application of a wide range of materials, including refractory materials such as ceramics. Furthermore, it 

displays a high deposition rate, reaching up to several kilograms per hour, and is relatively straightforward 

to operate [23]. Plasma spraying involves the generation of a high-energy plasma jet, which melts and 

propels coating materials onto the substrate. Although this process is effective for the production of dense 

coatings, its high-temperature nature may restrict the range of applications for temperature-sensitive 

composite materials [21].  

 

2.2.2.2. Research Literature 

 

Liberati et al. investigated the potential of utilizing the cold spray technique to deposit pure Sn coatings 

onto CFRPs, with a particular focus on composites with fibers oriented in the normal direction. The study 

demonstrated that the alignment of fibers facilitates deeper penetration of particles into the substrate, which 

in turn enhances coating adhesion and improves the overall performance of the composite material [2]. As 

Parmer et al. demonstrated, the incorporation of an interlayer through electroplating significantly enhances 

the adhesion between the metallic coating and the polymer substrate. The interlayer serves as a buffer, 

accommodating discrepancies in thermal expansion and enhancing mechanical bonding. Furthermore, it 

can serve as a foundation for enhanced compatibility with the metal layer, thereby increasing the durability 

and performance of the final coating. This approach is especially effective in cold spray applications, 

ensuring robust coating adhesion while minimizing damage to the polymer surface [24]. The application of 

HVAF (High-Velocity Air Fuel) spraying on electroless plated low-melting-point polyaryletherketone 

(LMPAEK) represents a novel approach, as yet untested. This innovative combination enhances adhesion 

and functionality, thereby paving the way for the development of advanced metallization techniques on 

thermoplastic polymer composites. 

 

Despite the promising results, several challenges remain in the thermal spray metallization of composites. 

One primary issue is the mismatch in thermal expansion coefficients between the metallic coating and the 

polymer or carbon fiber substrate, which can lead to delamination under thermal cycling. Addressing this 

requires further optimization of interlayers and coating processes. Additionally, the microstructural 

integrity of the coating-substrate interface is crucial for ensuring long-term performance. Techniques such 
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as HVAF spraying, which minimize oxidation and thermal damage, are under active investigation to 

address these concerns. 

 

2.2.3. Common Metals Used for Coatings and Their Properties  

 

Current literature favors nickel deposition for electroless plating due to its ease of plating and well-

established process [25]. Additionally, electroless nickel coatings offer excellent properties, such as 

corrosion resistance, wear resistance, and hardness, making them highly desirable for a wide range of 

applications. These factors contribute to the widespread use of nickel in electroless plating, particularly in 

industries like electronics, automotive, and aerospace [26]. This highlights the necessity for further research 

and development in the application of copper and silver coatings on carbon fiber. 

 

Metals such as nickel, copper, silver and Sn and alloys such as Ti-6Al-4V are studied in this paper. Their 

relevant properties are shown in Table 2 alongside carbon fiber properties.  

 

Table 2: Properties of Materials Used in This Study. 

 
Carbon 

Fiber 
Nickel Copper Silver Tin Ti-6Al-4V 

Process Technique 

Substrate 

(PMC or 

ZRT) 

Electroless Plating Electroless Plating Electroless Plating Thermal Spray Thermal Spray 

Thermal conductivity 

(W/m·K) 
10-233 [27] 91 [28] 391 [29] 429 [29] 66 [29] 6.7 [30] 

Thermal Expansion 

Coefficient (10-6 m/m°C) 
1.2 [31] 8.5 [29] 17.6 [29] 19.8 [29] 23 [29] 8.6 [30] 

Surface Energy (J/m2) 0.08 [32] 2.34 [33] 1.37 [34] 1.14 [35] - - 

Melting Point (°C) 
3652 – 3697 

[36] 
1455 [37] 1085 [37] 962 [37] 232 [36] 

1604 – 1660 

[30] 

Viscosity at melting point 

(mPa·s) 
- 4.5 [38] 4.4 [38] 4.2 [38] - - 

 

2.3. Characterization Methods 

 

The characterization techniques employed in this study were selected with the objective of providing a 
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comprehensive evaluation of the performance of composite materials. The key methodologies employed 

included scanning electron microscopy (SEM) and energy-dispersive spectroscopy (EDS), which were 

utilized to analyze fiber coatings and microstructural features. Micro-computed tomography (micro-CT) 

was employed to identify and quantify porosity, while confocal microscopy was used to assess surface 

roughness and detect cracks. Thermal conductivity was determined through laser flash analysis. These 

methods were grouped together to assess solderability, and thermal and mechanical thereby providing a 

comprehensive understanding of material performance. 

 

2.5. Conclusion 

 

The literature reviewed highlights the fundamental principles and recent advances in the field of composite 

materials, with a particular focus on fibre reinforced composites and their metallization processes. 

Composite materials have found applications in aerospace, automotive and other high-performance 

industries due to their customizable properties. The review categorizes composites based on their 

reinforcement type, matrix material and unique configurations, emphasizing the importance of fibre 

orientation in optimizing mechanical and thermal properties. 

 

Metallization techniques, including electroless plating and thermal spraying, are critical to enhancing the 

functionality of composite materials, particularly for applications requiring improved thermal and electrical 

conductivity. While electroless plating is widely used for uniform coatings on non-conductive substrates, 

newer methods such as HVAF thermal spraying show promise for advanced applications, especially when 

combined with novel materials such as normal direction carbon fibres. 

 

Despite these advancements, challenges remain, including optimizing adhesion in coatings, achieving 

uniform metallization on complex geometries, and understanding the interplay between process parameters 

and material performance. This study aims to address these gaps by exploring innovative metallization 

techniques and characterizing their impact on the structural and functional properties of polymer-reinforced 

composites and metal matrix composites. 

 

The findings from this research have the potential to contribute to the development of high-performance 

composites with improved durability, efficiency and versatility of application, paving the way for future 

advances in materials science and engineering
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Chapter 

3. Metallization of Carbon Fiber 

Reinforced Polymers (CFRPs) via a 

Two-Step Process of Electroless 

Plating and Thermal Spraying 

 

This study discusses metallization techniques for LMPAEK-reinforced carbon fiber composites aligned 

normally, using electroless plating and thermal spray. The chapter compares mechanical and thermal 

properties of Sn and Ti-6Al-4V (applied via APS and HVAF methods), and Ni, Cu, and Ag (electroless 

plated). 
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3.1. Abstract 

 

Carbon fiber-reinforced polymers (CFRPs) are commonly used materials within the aerospace industry due 

to their low density and favorable mechanical properties. Nevertheless, while CFRPs are optimal for 

applications requiring low weight and high strength, applying thermal spray coatings to these composites 

presents significant challenges, including distortion, oxidation, and poor coating adhesion. This study 

presents a new technique that combines electroless plating processes and thermal spray for depositing 

metals onto polymer-reinforced composites. The process addresses both the technical hurdles of bonding 

dissimilar materials and the need for lightweight, durable composites in aerospace manufacturing with low 

cost of production and high scalability. Samples of low-melt polyaryletherletone (LMPAEK) thermoplastic 

polymer reinforced with carbon fibers aligned in the normal direction (ZRT film) are plated with Ni, Cu, 

or Ag to provide an adhesion layer for the thermal spray processes. Subsequently, pure Sn and Ti-6Al-4V 

was deposited on the samples using High Velocity Air-Fuel (HVAF) and atmospheric plasma spray (APS) 

processes. Characterization of the samples was conducted to demonstrate the cracking in the Ti-6Al-4V 

coating on the Ni plating, which was attributed to the interlayers' thermal properties. Additionally, the 

variation in the coating thickness according to the interlayer, the thermal resistance of the resulting samples, 

and the splat morphology of the Sn and Ti-6Al-4V coatings were evaluated. Overall, the Sn coating applied 

via APS on the nickel plating exhibited the optimal performance in terms of the evaluated parameters in 

this study. 
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3.2. Introduction 

Metallization of polymer matrix composites (PMCs) has gained significant interest within the past few 

decades due to its ability to enhance electrical and thermal conductivities, and provide electromagnetic 

interference shielding, erosion resistance, or radiation protection compared to uncoated PMCs [39] [40]. 

Previous research has established the foundation for depositing metal onto polymer matrix composites using 

various techniques such as vacuum depositions, electroplating or thermal spray [2], [41]. The use of metallic 

coatings can therefore improve the physical and thermal properties of carbon fiber reinforced polymers 

(CFRPs) while maintaining their mechanical properties. This makes them a desirable and cost-effective 

option for the aerospace industry's composite needs. 

 

Thin film deposition techniques such as physical vapor deposition (PVD) and chemical vapor deposition 

(CVD) have limitations due to their high cost, maximum deposited material thickness (i.e. a few 

micrometers), and scalability challenges to larger components [2], [42]. Due to these limitations, a two-

stage coating process was proposed by Parmar et al. [39] for the development of a metal coating for a 

polymer matrix composite. More specifically, throughout the first stage, a thin coating was formed to 

minimize the polymer deformation due to the impact of the particles followed by the coating build-up in 

the second stage [39]. Their extensive review article primarily focuses on the deposition process utilizing 

cold spray technology on composites of polyether ether ketone (PEEK) reinforced by carbon fiber. In 

addition, Audoit et al. [43] conducted a comprehensive test of the thermal, mechanical, and dielectric 

properties of low-melt polyaryletherletone (LMPAEK), which concluded that LMPAEK can maintain 

equivalent performance parameters to PEEK while requiring less energy to process at a lower temperature 

[43]. Similarly, Liberati et al. have shown the possibility of developing a pure Sn coating for CFRPs with 

fibers oriented in the normal direction using cold spray [2].  

 

Previous studies established a foundation for metallic interlayers such as metallic meshing [44], [45] or 

electroplating/electroless plating of CFRPs [44]. However, little attention has been given to the possibility 

of using electroless plating combined with thermal spray techniques, such as Air Plasma Spray (APS) or 

High-Velocity Air Fuel (HVAF). These thermal spray processes present advantages in terms of improving 

the composites properties, extending the materials lifespan with a streamlined process and reducing 

manufacturing cost [46]. Additionally, the orientation of fibers in the normal direction in PMCs has also 

been shown to influence coating behavior in other deposition methods, such as cold-spray deposition [2]. 

Specifically, in the study of Liberati et al. [2], the deeper penetration of Sn into the substrate in cold spray 

has been linked to improved adhesion strength. These findings emphasize the broader influence of fiber 
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orientation on deposition techniques, providing a comparative context for evaluating APS and HVAF. 

 

Thermal spraying is a versatile technique for applying coatings, offering advantages over traditional 

methods by enabling thicker coatings and reducing the need for solvents. Certain thermal spray processes, 

such as flame spraying and cold spray, can address processing limitations associated with other polymer 

coating techniques while minimizing environmental impact [47]. APS, with its high particle temperature, 

allows for precise control over particle melting, making it ideal for creating dense and uniform coatings 

[48]. HVAF, on the other hand, operates at lower particle temperatures but achieves higher particle 

velocities, reducing the risk of thermal degradation while maintaining high coating quality [49], [50]. These 

characteristics make APS and HVAF particularly effective for the deposition of metallic coatings onto 

polymer composites, where thermal sensitivity and coating adhesion are critical. Other processes, such as 

HVOF or cold spray with Ti-6Al-4V, pose challenges due to the material's limited plastic deformation, 

which can affect deposition efficiency and adhesion. Additionally, HVOF's higher process temperatures 

may require special modifications to prevent thermal damage to polymer composites  [49], [51]. Although 

wire arc spraying operates at relatively lower temperatures than APS or HVOF, it was excluded due to 

challenges in achieving strong adhesion to the substrate. This is primarily due to the process's inherently 

lower bond strength, which results from higher porosity, larger particle sizes, and increased oxide content 

[52]. By focusing on APS and HVAF, this study aims to balance the competing demands of thermal 

management, coating adhesion, and deposition efficiency in metallizing polymer-reinforced composites. 

 

While the benefits of APS and HVAF processes are well-established, the impact of combining electroless 

plating of a metal interlayer with these processes on low-melting polymer-reinforced carbon fiber 

composites has not been thoroughly investigated. Thus, the main purpose of this study is to investigate and 

identify optimal deposition processes for applying metallic coatings (i.e. Ti-6Al-4V and Sn) onto PMCs 

with fibers oriented in the normal direction as illustrated in Figure 3. In particular, the emphasis of this 

study is placed on comparing the APS and the HVAF processes. Ti-6Al-4V is widely used in the aerospace 

industry for engine part coatings [53], whereas Sn is a relatively cheap and readily available material that 

has successfully been sprayed onto CFRP and can serve as a point of comparison [53], [54], [55]. Each 

sample is plated via an electroless process with different metals (Ni, Cu, and Ag). The plating step is 

included to provide an interlayer between the substrate and the top coating, as explored by Fallah et al. [44]. 

The cross sections of the samples were imaged using FESEM to characterize the coating thickness. The 

pores were identified through micro-CT scanning. The surface roughness and presence of cracks were 

characterized using confocal microscopy. Finally, the thermal properties were also determined for the 

coated samples. 
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Figure 3: Schematic of the produced sample cross-section  

 

3.3. Material and Methods 

3.3.1. Substrate Material 

The chosen substrate in this study was a CFRP material composed of normally oriented milled carbon fibers 

in an LMPAEK matrix provided by Boston Materials (Billerica, MA, USA). The samples used are a single 

layer of carbon fiber-low melting polyaryletherletone (CF-LMPAEK) (melting point of 303°C [56]) with a 

thickness of 200 μm and approximate dimensions of 2.54 cm by 2.54 cm.   

 

3.3.2. Metallic Interlayer and Electroless Plating Process 

Electroless plating is the process of depositing a continuous layer onto a catalytic surface through the 

interaction of a complex compound and a chemical reducing agent [57]. This process is characterized by 

its controlled autocatalytic nature. The resulting deposition allows for thin coating with a simple setup [57]. 

The electroless plating of the samples was carried out by Artcraft Plating (Burbank, CA, USA) to deposit 

Ni, Cu or Ag on CFRP. In order to plate using the electroless process, the surface is required to have a high 

electrochemical potential with an aqueous solution [58]. This process is inherently unstable and hinges on 

factors such as the substrate material, the pre-treatment process, the solution type, and the pH and 

temperature conditions to be stable during the plating process [59]. In this study, the metallic interlayer on 

the CF-LMPAEK composite is created by first preconditioning its surface with a neutralizing solution and 

then treating it with palladium chloride and stannous chloride, acting as reducing agents for palladium. The 

final step before plating involves removing the tin deposited with the stannous chloride to ensure better 

adhesion of the metals to the PMC. The sheets were flattened and affixed to a glass surface with tape and 

submerged into an aqueous solution for the deposition to occur. The initial steps were the same for all three 

metals that underwent electroless plating: Ni, Cu and Ag. The difference was in the plating solution used, 

which was specific to each metal. The samples were mounted on an aluminum sample holder using heat 

resistant tape, as shown in Figure 4, which displays the electroplated samples prior to the APS and HVAF 

processes.  
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Figure 4: Electroless plated samples before thermal spraying 

 

3.3.3. Feedstock Material and Spraying Conditions 

For this study, the HVAF and APS processes were employed to deposit Sn and Ti-6Al-4V coatings onto 

CF-LMPEAK. The i7™ internal diameter HVAF spray gun (Uniquecoat Technologies LLC, Oilville, VA, 

USA), which operates on propylene, was used for the HVAF process. The internal-diameter HVAF system 

was selected because its design results in a lower thermal power output compared to standard outer-diameter 

systems [60]. This lower thermal power generated by the torch minimizes the heat transferred to the 

substrate, thereby reducing the risk of thermal degradation of the low-melting polymer composite while 

still maintaining sufficient particle velocity for effective coating deposition. The APS process utilized the 

3MB plasma spray gun (Oerlikon, Switzerland). The detailed process parameters for both APS and HVAF 

are listed in Table 3 and Table 4, respectively. The parameters were maintained constant throughout the 

experimental process to minimize variability between the samples. However, the number of passes differed 

for the coating materials: one pass for Ti-6Al-4V and two passes for Sn. 

 
Table 3: APS process parameters 

APS Parameters 

Primary plasma gas 100% Ar 

Argon flow rate 60 L/min 

Current 400 A 

Voltage 34 V 

Carrier gas Ar (10 L/min) 

Powder feed rate 15 g/min 

Spray distance 80 mm 

Gun traverse speed 1 m/s 

Overlap 3 mm 

 
Table 4: HVAF process parameters 

HVAF Parameters 

Air pressure 7.75 bar 

Air flow rate 2935 L/min 

Propylene pressure 6.5 bar 
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Propylene flow rate 64 g/min 

Carrier gas Nitrogen (25 L/min) 

Powder feed rate 7 g/min 

Spray distance 80 mm 

Gun traverse speed 1 m/s 

Overlap 3 mm 

 

 

This experiment utilizes two distinct feedstock materials, namely Ti-6Al-4V (grade 5 titanium) and pure 

Sn, for both the APS and HVAF processes. The Ti-6Al-4V powder is obtained from AP&C (Boisbriand, 

QC, Canada), with a particle size ranging from 5 to 20 μm [11]. The Sn powder is sourced from CenterLine 

SST (Windsor, ON, Canada), and consists of spherical particles ranging from 5 to 45 μm in size [62]. The 

choice of pure tin powder has two advantages: first, it is soft metal that has been well-documented in 

literature and provides confirmed sprayability as opposed to most other materials [2], [54], [55]; second, it 

serves as a baseline for comparison with the selected titanium alloy. Ti-6Al-4V is composed of 90% 

titanium, 6% aluminium, and 4% vanadium [30]. The target spray area measures approximately 2.54 cm x 

8.64 cm. Samples are secured on a 6.35 mm thick aluminium plate using heat-resistant tape. Finally, the 

plume characteristics, including the maximum particle velocity and particle temperature, were also 

measured during the HVAF spraying process (Accuraspray, Tecnar, Canada). 

 

3.3.4. Sample Characterization 

The observation and characterization of the samples can be performed from 4 perspectives: structural, 

surface, thermal and visual analysis. The structural analysis determines the presence of pores in the coating 

by micro-CT analysis using the Skyscan1172 instrument (MA, USA) and surface images using Scanning 

Electron Microscope (SEM) (Hitachi High Technologies America, Inc., USA). The analysis of the surface 

includes determining the surface roughness (arithmetical mean height, Sa) and analyzing the presence of 

cracks using the LEXT OLS4100 laser scanning confocal microscope (Olympus, Tokyo, Japan). For the 

surface roughness, multiple surface areas across the samples were sampled to account for surface 

variability. To improve data quality, waviness filters and noise reduction techniques were applied with the 

Lext software, ensuring accurate representation of the surface topography. The microscope is capable of 

measuring surface features at sub-micron levels, with a lateral resolution of 0.12 μm and a vertical 

resolution of 10 nm. In addition, cross-sectional imaging and elemental mapping were performed using 

FESEM (Hitachi High Technologies America, Inc., USA), which has the capability of performing Energy-

Dispersive x-ray Spectroscopy (EDS) on the samples that were cold mounted in epoxy and polished. 

Furthermore, the micro-CT analysis was performed on a volume of approximately 2 mm x 6 mm for each 

sample, with the thickness varying depending on the specific sample. The technique used provided a 

resolution of 1 µm, which allowed for detailed visualization of internal features and porosity. The samples 
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were prepared by meticulously arranging them on a holder to ensure optimal alignment and to mitigate 

artifacts during the scanning process. Finally, the thermal resistances of the material were measured using 

the Thermal Interface Material Analyzer Model 5 (TIMA5) by Nanotest (Berlin, Germany). Thermal 

resistance measurements were conducted utilizing a sample size of 10 mm x 10 mm. The configuration 

consisted of copper thermocouples with individual samples positioned between them. The thermocouple 

applied a pressure of 60 psi, and the temperature was held at 85°C. To ensure consistency and accuracy, 

the measurement was repeated on three times. 

 

3.4. Results 

3.4.1. APS Sprayed CF-LMPAEK samples 

3.4.1.1. Surface Characterization 

The surfaces of the coatings were examined by scanning electron microscopy (SEM) and the results are 

summarized in Figure 5. The images show the top surface of the samples, illustrating the covered area, 

surface morphology, and deposited particles. The Sn coatings predominantly exhibit flattened, disk-like 

splats, indicative of melting and spreading upon impact. This morphology results in a more uniform coating 

for all plated interlayers in this study. The lower porosity observed in Sn coatings, compared to Ti-6Al-4V 

coatings, suggests better cohesion and coverage, particularly on Ni-plated samples. In contrast, small 

clusters of Ti-6Al-4V particles on all respective sprayed samples are clumped together. The Ti-6Al-4V 

coatings show a mixture of spherical particles and irregular splats. These features suggest partial melting 

or insufficient spreading during deposition, which contributes to the clustering and agglomeration of 

particles observed across all samples. This behavior is more pronounced in coatings deposited without 

interlayers or on Cu- and Ag-plated substrates, where regions of exposed CFRP are evident. The coatings 

applied to the Ni interlayer exhibits improved deposition, as evidenced by the uniformity observed in both 

the Sn and Ti-6Al-4V samples. The Ni interlayer appears to enhance particle deposition by promoting better 

adhesion and splat formation, resulting in improved coating quality. 
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Figure 5: SEM top surface images of the APS sprayed electroless plated coatings. Where A) No plating + Sn, B) No 

plating + Ti-6Al-4V, C) Ni + Sn, D) Ni + Ti-6Al-4V, E) Cu + Sn, F) Cu + Ti-6Al-4V, G) Ag + Sn & H) Ag + Ti-6Al-4V 

 

The surface of the electroless-plated Ni sample with Ti-6Al-4V coating is displayed in Figure 6. The figure 

highlights two regions: one with surface cracks (Figure 6a) and another with microcracks (Figure 6c) 

distributed across the sample’s surface. These defects vary in length and orientation, disrupting the cohesion 

of the coating at a macroscale but also at a microscale. The microscopic fractures depicted in Figure 6c 

divide the particle splat, resulting in cracks in the coating. 

 

 
Figure 6: SEM top surface image of the Ti-6Al-4V APS sprayed coating on the Ni electroless plated sample at several 

magnifications. Where A) 100x magnification, B) 1000x magnification & C) 2000x magnification 

 

The surface of the coatings was also characterized using micro-CT scanning, as shown in Figure 7, in order 

to obtain a better representation of the coating density, as well as presence of pores or voids. In the top 

surface images of the APS sprayed coatings, the lighter areas represent the substrate material, while the 

darker areas represent the deposited coating. The brightness observed in certain images of Ti-6Al-4V 

thermally sprayed coatings indicates the low density of the deposited layer on the electroless-plated 

interlayer (bond coat), which fully covers the substrate. The variations in brightness can be attributed to the 
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microstructures of the Ti-6Al-4V layer, which may display porosity or incomplete splat formation, leading 

to regions of diminished coating density (i.e. the brighter regions). It can be observed that the plating 

material between the substrate and the coating, as well as the coating material significantly affected the 

coating's density. When the substrate material was plated with Ni, there were fewer pores, and therefore 

observably better build-up of the coating with improved adhesion of the sprayed particles. In addition, the 

thermal sprayed Sn coatings exhibit the lowest number of pores compared to all other samples. In cases 

where the thermal spraying was done directly on the non-plated substrate material, the Ti-6Al-4V showed 

the least amount of coating deposition. Overall, the Sn coatings were significantly denser than the Ti-6Al-

4V coatings.  
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Figure 7: Micro-CT scans of the APS sprayed electroless plated samples. Where A) No plating + Sn, B) No plating + 

Ti-6Al-4V, C) Ni + Sn, D) Ni + Ti-6Al-4V, E) Cu + Sn, F) Cu + Ti-6Al-4V, G) Ag + Sn & H) Ag + Ti-6Al-4V 

 

The surface roughness (Sa) was assessed using confocal microscopy, and the resulting data are illustrated 

in Figure 8, complete with error bars to represent variability. This figure displays the results for the CF-

LMPAEK, electroplated coatings, as well as the Sn and Ti-6Al-4V coatings. The uncoated CFRP substrate 

exhibited a low surface roughness of approximately 1 µm. Following electroless plating, a substantial 

increase in roughness was noted, particularly for the copper and silver coatings, which both exhibited 

roughness values in the range of 6 to 7 µm. Nickel plating resulted in a reduced roughness of around 1 µm, 

which was even lower than that of the uncoated CFRP. After the Atmospheric Plasma Spraying (APS) 

deposition, a further escalation in surface roughness was observed across all samples. The Sn-coated 

specimens showed a roughness range of approximately 6 to 9 µm, with silver-coated samples presenting a 

slightly elevated average roughness compared to those coated with nickel and copper. The Ti-6Al-4V 

coatings displayed the highest roughness, reaching values of about 10 to 12 µm, with the nickel interlayer 
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contributing to the most significant increase in average roughness. This finding suggests that the thermal 

spray process introduces additional surface irregularities, likely due to splat formation and coating buildup. 

  

 

Figure 8: Surface roughness of the electroless plated samples and the APS sprayed samples 

 

3.4.1.2. Cross-sectional Characterization 

The images in Figure 9 show the cross-sections of the Ti-6Al-4V and Sn coatings applied on top of the 

electroless plated interlayer film (Ni, Cu, or Ag) using the APS process. The Sn deposits result in a more 

uniform coating with very few spherical particles, while the Ti-6Al-4V coatings produce a coating with 

spherical particles. Additionally, the deposition of the Ti-6Al-4V coating leads to significant deformation 

of the polymer, causing the fiber orientation to deviate from its normal alignment. On the other hand, the 

polymer matrix and fibre orientation show no significant deformation with Sn coatings. 
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Figure 9: FESEM cross-sectional images of the APS sprayed electroless plated samples. Where A) No plating + Sn, 

B) No plating + Ti-6Al-4V, C) Ni + Sn, D) Ni + Ti-6Al-4V, E) Cu + Sn, F) Cu + Ti-6Al-4V, G) Ag + Sn & H) Ag + Ti-6Al-

4V 

 

The thickness of the coatings was obtained using the high-magnification FESEM images and image analysis 

software (ImageJ) where the results are summarized in Table 5. From the cross-sectional images of the 

samples in Figure 9, it can be observed that the deposited coatings onto the substrate demonstrate some 
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irregularity, as evidenced by variations in coating thickness across the cross-sections. To account for this, 

the mean thickness values were obtained from the averages of multiple cross-sectional measurements across 

the samples. The associated error ranges (standard deviations) between the measurements have been 

included to provide a more comprehensive representation of the thickness. These error ranges represent the 

variability caused by the irregular morphology of the coatings. Despite the observed irregularities, the 

measured thickness values remain consistent with the deposition trends observed for each material and 

plating condition. The results in Table 5 are further clarified below in terms of the mean thickness of the 

interlayer, the mean thickness of the thermal spray coating, and the overall mean total thickness. 

 

The electroless plating interlayer thickness onto the substrate material varied among the different metals, 

with nickel (Ni) plating yielding on average the highest thickness (9.71 µm), followed by silver (Ag) at 

6.44 µm and copper (Cu) at 5.90 µm. These variations can be attributed to differences in deposition rates 

and plating solution properties. Furthermore, it can be observed that the thickness of the thermal spray 

coating is highly dependent on the material of the interlayer sprayed on. Samples with Ni interlayer 

exhibited the thickest thermal spray coatings for both Sn (15.37 µm) and Ti-6Al-4V (12.38 µm). The 

coatings sprayed on Ag and Cu interlayers showed comparable, yet slightly thinner, results. Samples 

without any electroless plating had the thinnest thermal spray coatings, with Ti-6Al-4V exhibiting minimal 

deposition. Finally, considering both the thickness of the interlayer and thermal spray coating thicknesses, 

the Ni-plated samples exhibited the greatest overall thickness, reaching 25.08 µm for Sn coatings and 22.09 

µm for Ti-6Al-4V coatings. Ag- and Cu-plated samples demonstrated intermediate total thickness values, 

while non-plated samples showed the lowest total thickness due to the absence of an interlayer. This detailed 

breakdown emphasises the relationship between interlayer type and the resulting thermal spray and total 

thickness values, highlighting Ni as the most effective plating material for achieving thick and uniform 

coatings. 

 

Table 5: Average thickness of the APS sprayed electroless plated coatings on CF-LMPAEK samples 

 

Electroless 

Plating 

Thickness  

(µm) ± SD 

Sn Coating 

Thickness  

(µm) ± SD 

Total Sn 

Coating 

Thickness 

(µm) ± SD 

Ti-6Al-4V 

Coating 

Thickness  

(µm) ± SD 

Total Ti-6Al-

4V Coating 

Thickness 

(µm) ± SD 

No Interlayer - 10.89 ± 0.81 10.89 ± 0.81 7.36 ± 1.20 7.36 ± 1.20 

Ni Interlayer 9.71 ± 0.25 15.37 ± 0.82 25.08 ± 0.85 12.38 ± 1.03 22.09 ± 0.24 

Cu Interlayer 5.90 ± 0.42 10.69 ± 0.99 16.59 ± 1.07 10.57 ± 1.26 16.47 ± 0.34 

Ag Interlayer 6.44 ± 0.90 9.7 ± 1.19 16.14 ± 1.49 10.46 ± 1.26 16.90 ± 0.88 



30  

 

Figure 10 presents EDS elemental mapping of different electroless plated interlayers on CF-LMPAEK 

substrates prior to thermal spraying. In the Ni-plated sample (A), the Ni elemental distribution (blue) 

appears as a distinct and continuous interlayer at the interface. In the Cu-plated sample (B), the Cu elemental 

map (orange) reveals a well-defined plating layer, though some diffusion into the surrounding regions is 

visible. In contrast, the Ag-plated sample (C) shows a more dispersed Ag signal, making it difficult to 

clearly identify a continuous plating layer. Additionally, the presence of contaminants can be observed in 

the plated samples, likely resulting from residual materials in the electroplating bath and the various plating 

solutions used. 

 

 

Figure 10: EDS mapping of cross-sectional electroless plated CF-LMPAEK samples 

 

In addition, the composition analysis of the thermally sprayed coatings is illustrated in Figure 11. The EDS 

results confirm that the plating materials (Ni, Cu, and Ag) adhered uniformly and served as an interlayer 

for coating done using APS, facilitating the formation of an adherent coating. However, the absence of an 

EDS map for the Ag interlayers in panel G can be attributed to the thermal sprayed coating, since the Ag is 

visible in Figure 10. The thermal spray coating effectively obscures the interlayer, rendering the elements 
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undetectable under EDS mapping. In addition, the analysis of the Sn samples revealed the presence of trace 

contaminants, including Ti, Al, and V. These contaminants are likely attributable to the sequence in which 

the coatings were applied, with the Ti-6Al-4V samples being coated prior to the Sn coating. The presence 

of these contaminants, as shown in Figure 11 (b) and Figure 11 (f), may be attributed to residual material 

present in the feeder and/or the feeding line. 

 



32  

 

Figure 11: EDS mapping of the cross-sectional images of the APS sprayed electroless plated samples. Where A) No 

plating + Sn, B) No plating + Ti-6Al-4V, C) Ni + Sn, D) Ni + Ti-6Al-4V, E) Cu + Sn, F) Cu + Ti-6Al-4V, G) Ag + Sn & H) 

Ag + Ti-6Al-4V 

 

3.4.1.3. Thermal Characterization 

The thermal resistance of the samples in this study was measured using the Nano Test TIMA 5 thermal 

interface material analyzer and is shown in Figure 12. The results indicate that the Sn samples demonstrated 

lower thermal resistance compared to the Ti-6Al-4V samples. Among the different combinations of plating 

and coatings, Ni displayed the highest thermal resistance when paired with Ti-6Al-4V, in comparison to 

Cu and Ag interlayers. The CFRP sample without any plating or coating showed the minimum thermal 

resistance, while the Ni-plated samples with the Ti-6Al-4V coating exhibited the maximum thermal 

resistance.  
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Figure 12: Thermal resistance of the APS sprayed electroless plated samples 

 

3.4.2. HVAF 

Figure 13 illustrates the outcome of the HVAF process when attempting to coat the substrate samples with 

Ti-6Al-4V following the initial pass with the i7™ internal diameter thermal spray gun. The samples, which 

were attached as shown on Figure 4, were exposed to maximum particle velocities of 800 m/s [55], resulting 

in their destruction as seen on Figure 13, and making them unsuitable for further characterization. 

 

 
Figure 13: Image of samples taken after HVAF spraying  

 

3.5. Discussion 

The thickness of the electroplated interlayer ranges between 5 and 10 µm depending on the metal being 
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deposited (i.e. Ni, Cu and Ag). The thickness of the plating is closely related to the deposition rate, which 

can vary based on solution pH, temperature, and bath loading [63]. In this study, the variation in coating 

thickness can be attributed to differences in pH levels among the different plating solutions, as both 

temperature and bath loading were maintained at constant levels. The pH values presented in Table 6 are 

speculative and derived from literature-based procedures for the electroless deposition of these metals. 

Although these values generally reflect typical conditions reported for the deposition of Ni, Cu, and Ag, 

they were not directly measured during this study. The observed values suggest a correlation between 

coating thickness and solution pH, indicating that higher pH levels are associated with thinner coatings. In 

addition, the variations in interlayer thickness are influenced not only by the pH of the plating baths but 

also by the inherent properties of the metals being deposited, their specific deposition kinetics, and their 

surface energy [64]. Surface energy plays a critical role in determining the interaction between the substrate 

and the deposited metal, as well as the wetting behavior of the plating solution [65]. For instance, nickel, 

with its higher surface energy (as shown in Table 7), promotes better adhesion and more uniform deposition 

compared to copper or silver, which have lower surface energies. These factors, in combination with pH, 

plating kinetics, and bath composition, contribute to the observed differences in interlayer thickness. 

 

Table 6: pH level of electroless plating solutions 

 Nickel solution Copper solution Silver solution 

pH level 4.5-5.0 [66] 12.5 [67] 7.5 [68] 

 

After the electroless plating, the APS process was used to metalize the CFRP. The combination of different 

plating and coating materials resulted in different coating microstructure, which are 

detailed in section 3. The process parameters were optimized to minimize heat transfer to the baseline 

polymer matrix thus minimizing the risk of substrate degradation. Specifically, the injection angle was set 

to 20 degrees to reduce the exposure time of the powder particles in the plasma. The results of the micro-

CT images (Figure 7), along with the cross-sectional analysis of the samples (Figure 9 and Figure 11), have 

shown that the Sn coating exhibits a uniformly dense microstructure, while the Ti-6Al-4V coating shows 

agglomeration with more spherical particles. However, for both the Ti-6Al-4V and Sn coatings on the plated 

samples, those with a Ni interlayer exhibited more uniform and homogeneous coatings with fewer pores 

compared to those with Cu or Ag plating. The results observed for the APS process in this study indicate 

that a significant portion of the particles achieve a molten state. However, the formation of spherical 

particles in the Ti-6Al-4V coatings suggests that certain particles either impact the substrate with 

insufficient kinetic energy or form secondary droplets during splatting. The presence of sub-5 µm spherical 

features on the surface (as shown in Figure 6) indicates that either fine feedstock particles underwent 
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complete melting but impacted with low velocity—limiting their spread—or larger molten particles splatted 

upon impact, generating peripheral droplets that redeposited at low velocity. These mechanisms align with 

prior observations in APS coatings where variations in particle size and velocity affect splat morphology 

[69]. Further analysis of in-flight particle velocities and temperature distributions would provide additional 

insights into these deposition dynamics. This phenomenon is influenced by the material properties of the 

sprayed particles as well as the interlayer materials, which are tabulated in Table 7 [70]. Notably, the 

differences in thermal conductivity and surface characteristics of interlayer materials (e.g., Ni, Cu, Ag) 

could result in varying amounts of splashing and particle morphology. For instance, interlayers with 

superior thermal conductivity, such as those composed of Cu and Ag, have been shown to facilitate more 

rapid cooling of the impacting particles, thereby enhancing the probability of solidification splashing [70]. 

When the thermal conductivity of the plating interlayer is high, the heat from the impacting sprayed 

particles is rapidly transferred through the interlayer to the CFRP, which can lead to the thermal degradation 

of the polymer matrix. Lower interlayer temperatures allow less time for the sprayed particles to form 

uniform splats, resulting in fewer disc splats and more spherical particles on the sample surface due to rapid 

cooling [71]. This can lead to decreased coating density, particularly observed in the Cu and Ag plating 

samples, as seen in Figure 5 and Figure 7. In the case of Ti-6Al-4V coatings, the high particle temperature 

and high thermal conductivity of the Cu and Ag-plating result in significantly less dense coatings due to 

lower adhesion of the sprayed particles on their surfaces and the thermal degradation of the CFRP substrate. 

On the other hand, Ni has the lowest thermal conductivity, acting as a better thermal insulator and 

conducting less heat energy to the substrate material. The Ni plating absorbs heat from the impact of 

spraying particles within the plating layer, transferring it less rapidly to the CFRP than other plating 

materials. This protects the CFRP from the heat and provides an improved bonding surface for initial 

particle adhesion during the first spray pass. The low thermal conductivity of the Ni-plating interlayer 

prevents the splats from shrinking upon impact, ensuring a better adhesion and build-up of the coating [72]. 

This phenomenon explains why the Ni-plated samples in Figure 5 and Figure 7 facilitate the formation of 

thicker and less porous coatings, particularly when Sn is sprayed. The lower temperature of the impacting 

Sn particles, in contrast to those of Ti-6Al-4V, helps maintain the integrity of the matrix material. This 

effect can be observed more clearly in the EDS maps obtained from the cross-section in Figure 11, 

highlighting a noticeably greater deposition thickness of Sn and Ti-6Al-4V elements over the Ni plating. 

In instances where no plating was used, and spraying was done directly on the CFRP, the resulting coating 

thickness was significantly reduced for the Ti-6Al-4V coating. Additionally, it is important to consider the 

thermal expansion coefficient of the plated material (Table 7), as it indicates how the material expands 

when heated. The difference in thermal expansion coefficients between the electroplated interlayer and the 

CFRP substrate may contribute to thermal stresses at the interface during heating. While CFRP generally 
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has a higher coefficient of thermal expansion (CTE) than the metal interlayers, the mismatch in expansion 

can still influence coating adhesion and introduce interfacial stresses, particularly for Cu and Ag, which 

have higher CTEs than Ni. Since the fibers are oriented in the normal direction and the plating is applied 

on top, this could displace the fibers, leading to misalignment in the normal direction. As a result, this 

misalignment may cause increased warping of the polymer in the samples, ultimately reducing the adhesion 

of the sprayed particles to the surface. This issue was particularly evident when examining the cross-section 

of the samples in Figure 9, especially in the case of the Ti-6Al-4V coated samples.  

 

Table 7: Relevant properties of materials explored in this study 

 Nickel  Copper  Silver  Ti-6Al-4V Sn 
CF-

LMPAEK 

Melting Point (ºC) 1453 [73] 1084 [73] 961 [73] 
1604-1660 

[73] 
231.93 [73] - 

Surface energy (J/m2) 2.34 [33] 1.65 [74] 
1.065-1.54 

[75] 
0.06175 [76] 0.7 [77] - 

Thermal Conductivity (W/m⋅K) 91 [78] 391 [79] 429 [79] 6.7 [30] 66 [79] 18-22 

Thermal Expansion Coefficient 

(10-6 m/mºC) 
13.4 [80] 17.6 [79] 19.8 [79] 8.6 [30] 23 [79] - 

Heat of fusion (kJ/mol) 17.2 [81] 13.1 [81] 11.3 [81] 127.57 [82] 7 [81] - 

Specific Heat Capacity (J/kg⋅K) 
502.42 

[83] 
376.81 [83] 238.65 [83] 526.3 [84] 217.71 [83] - 

 

Furthermore, as shown in Table 7, Sn exhibits a significantly lower melting point, heat of fusion, and 

specific heat capacities compared to Ti-6Al-4V. These factors notably impact the thermal energy stored in 

the particles during the deposition process. The disparities indicate that Ti-6Al-4V particles necessitate 

considerably more thermal energy for melting and maintaining a liquid state. Moreover, a higher melting 

point suggests that a larger amount of thermal energy may be stored and subsequently released onto the 

substrate material during deposition. Consequently, Ti-6Al-4V has the potential to release a greater amount 

of heat during deposition, which could result in substrate deformation and the burning of polymer materials, 

thereby compromising the integrity of the matrix. This phenomenon was notably observed when the Ti-

6Al-4V coating was directly applied to the CFRP surface without any plating, as depicted in Figure 5(b). 

In contrast, the higher concentration of molten particles in the case of Sn coatings indicates that there is less 

thermal energy stored within the material, which is released into the substrate as the particles solidify and 

cool during deposition [85]. This thermal behavior aids in the formation of more uniform, disk-shaped 

splats on the surface and promotes effective coating build-up. Overall, the disparities in thermal properties 

correlate well with the observed splat morphologies in Figure 5 where Sn forms more uniform disk splats 

due to its lower energy requirements for melting and spreading, while Ti-6Al-4V exhibits a higher 

proportion of partially melted particles and spherical morphologies due to its higher energy demands.  
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The interaction between the molten thermal spray splats and the solid electroplated interlayer, particularly 

wettability, also play a significant role in the coating morphology. Wettability is defined as the degree to 

which molten particles spread and adhere to the interlayer surface [86]. This phenomenon is influenced by 

surface energy and geometric structures [87]. Improved wetting of the substrate by the splat has been shown 

to decrease splat thickness and increase splat radius, which enhances splat-substrate adhesive bonding [88]. 

For instance, Sn, having high surface energy, is expected to exhibit better wetting behavior compared to 

Ti-6Al-4V [89]. This difference could help explain the variations in coating uniformity and adhesion 

observed between the Sn and Ti-6Al-4V coatings. Additionally, the surface energy, chemical compatibility, 

and roughness of the interlayer material also significantly influence the wetting dynamics [87]. For 

example, the Ni interlayer, with its higher surface energy, may enhance wetting and splat formation 

compared to Cu or Ag interlayers, contributing to the more uniform coatings observed with Ni. While the 

initial observations made from Figure 5 provide an overview of the surface morphology of the coatings, 

they lack sufficient detail for a comprehensive analysis of the particles. Further investigation is necessary 

to obtain a single flat projection on the sample (i.e., using a very low powder feed) to better analyze the 

influence of interlayer materials on splashing behavior. 

 

The difference between the different coating’s microstructure and the influence of material properties 

(Table 7) are well correlated with the surface roughness results shown in Figure 8. Surface roughness 

significantly influences splat adhesion and coating performance. The increase in roughness following 

electroless plating can suggests an enhancement in mechanical interlocking, which can be beneficial for 

APS deposition. However, while nickel-coated samples exhibited lower initial roughness compared to 

copper and silver, this did not negatively impact deposition. On the contrary, as seen in Table 5, nickel 

coatings resulted in higher deposited thickness for both Sn and Ti-6Al-4V, suggesting that factors beyond 

roughness, such as surface chemistry or wettability, may have contributed to improved adhesion. The APS 

process further increased surface roughness, particularly for Ti-6Al-4V coatings. This trend suggests that 

Ti-6Al-4V deposition leads to more pronounced splat stacking and surface irregularities compared to Sn 

coatings, which exhibited a more uniform roughness distribution. In other words, Sn coatings exhibited 

lower overall surface roughness compared to the Ti-6Al-4V coatings. The observations regarding surface 

roughness have a significant impact on the thermal resistance values presented in Figure 12. Variations in 

the morphology of the coated samples, stemming from differences in splat formation and the distinct 

material properties, specifically the thermal conductivity of both the interlayer and the coating materials, 

play a critical role in influencing thermal resistance. For example, the Sn coatings, which exhibit a smoother 

and more uniform splat morphology, demonstrate lower thermal resistance and superior performance 
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compared to the Ti-6Al-4V coatings. This improved performance is attributed to the effective spreading 

and cohesion of Sn splats, which minimize voids and roughness, thereby enhancing thermal conductivity. 

In contrast, the irregular and partially melted splats found in the Ti-6Al-4V coatings result in increased 

porosity and roughness, leading to diminished thermal performance. On the other hand, the CFRP substrate 

(before plating and coating) exhibited the lowest thermal resistance, approximately 2.2 K/W. This low value 

is likely due to the high thermal conductivity of the carbon fiber combined with the polymer matrix, which, 

in the absence of a coating, does not contribute additional resistance to the measurements. Consequently, 

the interplay between thermal properties, deposition conditions, and microstructural characteristics directly 

correlates with the thermal resistance values observed in this study.  

 

Overall, the addition of the interlayer improved the coating compared to the non-plated samples in terms of 

coating thickness and uniformity. This is especially evident for the nickel interlayer, where both the Sn and 

Ti-6Al-4V coatings were more uniform than the other sprayed samples in Figure 7 (c) and (d), respectively. 

This can likely be attributed to the material properties of the nickel-plated interlayer (see Table 7) compared 

to the other plating materials and the increased coating build-up. The schematic on Figure 14 summarizes 

the effectiveness of the material used and the interlayer process before the thermal spray coating is applied. 

 

 

Figure 14: Schematic of improvements provided by the thermal spraying of coatings on electroless plated CFRP 

samples  

 

It should be noted that the HVAF method was also investigated for depositing Sn and Ti-6Al-4V coatings 
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on the electroplated substrates. However, this approach proved to be unsuccessful when using the same 

substrate material and electroplated interlayer as the APS process. The higher velocity of the particles 

during the HVAF process, which can reach up to 800 m/s [90], resulted in a significant amount of kinetic 

energy transfer upon impact, ultimately causing damage to the substrate as depicted in Figure 13. For future 

development employing this thermal spray method, adjusting the parameters related to the formation of the 

electroplated layer could contribute to achieving deposition, thereby aiding in safeguarding the substrate 

material from damage caused by the high-velocity impact of the particles. 

 

3.6. Conclusion 

Ti-6Al-4V and pure Sn were deposited onto CF-LMPAEK substrates plated with Ni, Ag, and Cu using the 

APS and HVAF processes, aiming to metallize CFRPs. The HVAF process resulted in substrate 

degradation, which limits its effectiveness for coating single layers of CFRP. In contrast, the deposition of 

Sn through APS was accomplished successfully, yielding smoother coatings, whereas the spraying of Ti-

6Al-4V particles caused damage to the CF-LMPAEK substrate. The characteristics of the electroless plating 

materials, particularly the melting temperature, thermal conductivity, and thermal expansion values, 

significantly influence the outcomes of the sprayed coatings. Both Sn and Ti-6Al-4V demonstrated greater 

deposition efficiency (i.e. thickness) and improved coating performance with Ni plating. Overall, the Sn 

coatings exhibited lower thermal resistance compared to those of Ti-6Al-4V. For Sn coatings, the Ni 

interlayer resulted in the lowest overall thermal resistance among the materials tested. In contrast, Cu and 

Ag interlayers led to more porous coatings with higher thermal resistance. Overall, this study identified that 

Ni-electroplated CFRP samples coated with Sn via the APS process exhibited the most favorable coating 

characteristics, making this combination the optimal choice of plating and coating materials for the APS 

thermal spray process. Future research should explore the impact of interlayer properties on splat 

morphology and adhesion strength further. 
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Chapter 

4. Conclusion and Future Direction 

 

This chapter concludes the proposed methodology for the development for metalized carbon fiber in aligned 

in the normal direction with the focus on surface deposition, thermal and tribological properties.  
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4.1. Conclusion 

 

The research presented in this thesis has advanced the understanding and development of MMCs with 

normal orientation and the application of thermally sprayed metallic coatings onto CFRPs. It has also 

provided valuable insights into their design, fabrication, and potential applications.  The integration of these 

materials holds great promise for improving the performance of structural components in various industries, 

including aerospace, automotive and energy. 

 

The application of thermally sprayed metallic coatings on polymer-reinforced carbon fiber composites was 

explored in detail, demonstrating the feasibility of using coatings to enhance the surface properties of 

composite materials. The performance of the sprayed coatings is strongly influenced by the properties of 

the electroless plating materials, particularly their melting temperature, thermal conductivity, and thermal 

expansion characteristics. Based on this study, the optimal combination of plating, coating, and spraying is 

achieved using Ni electroless plating with tin applied through the APS thermal spray process. Challenges 

related to the thermal compatibility between the polymer matrix and metallic coatings were successfully 

addressed, paving the way for further exploration of these composite systems in high-temperature or 

aggressive environmental applications. The resulting coatings exhibited superior adhesion and durability, 

thereby enhancing the versatility and suitability of polymer-reinforced carbon fibre composites for a 

broader range of applications. 

 

The development and characterisation of vertically aligned metallized carbon fibre composites represents 

a promising avenue of research for the creation of lightweight, high-strength, and thermally stable materials. 

Furthermore, they provide practical pathways for enhancing the performance of composite materials. This 

study serves as a foundation for ongoing investigation and optimisation of these materials. 

 

4.2. Future Work 

 

While the findings of this research provide a solid foundation, there are several avenues for future work 

that could further enhance the understanding and application of normal orientation thermally sprayed 

metallic coatings on PMCs. 

 

Further studies on the environmental performance of normal orientation PMCs would also be valuable, 

particularly in terms of their resistance to high-temperature oxidation and degradation in aggressive 
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atmospheres. The incorporation of novel matrix materials, such as bio-based resins or matrix materials with 

improved high-temperature stability, could be explored to enhance the environmental sustainability of these 

composite systems [91]. Additionally, the use of natural fibers, such as flax and hemp, instead of synthetic 

fibers can be explored in the normal orientation as a variation and permutation of the composite design 

[92]. Furthermore, a deeper understanding of the effect of processing variables on the microstructure and 

properties of the composites, including grain structure, and phase transformation, will help to optimize their 

performance for demanding applications. 

 

In terms of thermally sprayed metallic coatings, future research could also investigate the use of novel 

coating materials, such as ceramic or carbide-based coatings, to enhance wear and oxidation resistance at 

elevated temperatures [93]. Furthermore, hybrid coatings that combine multiple metallic and non-metallic 

phases could be studied to achieve a combination of mechanical, electrical, and thermal properties tailored 

to specific applications [94]. 

 

Future work could also incorporate advanced modeling techniques to predict the behavior and performance 

of composite materials and coatings. Computational tools, such as finite element analysis (FEA) or machine 

learning algorithms, could be utilized to simulate the mechanical, thermal, and environmental performance 

of the materials, helping to accelerate the design process and identify optimal material configurations [95]. 

Integration of experimental data with predictive models could provide a more comprehensive understanding 

of material behavior, leading to more efficient design and development of next-generation composites and 

coatings [96]. 

 

In conclusion, the findings of this research provide a strong basis for further exploration of MMCs and 

thermally sprayed coatings, which have the potential to transform material systems for a range of high-

performance applications. The ongoing advancement of these technologies will facilitate the development 

of more sustainable, efficient, and resilient materials for future applications.
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