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Abstract: The introduction of new light-weight high-strength materials, which are difficult to
form, increases demands on tool properties, including load-carrying capacity and wear resistance.
Tool properties can be improved by the deposition of hard coatings but proper combination
and optimization of the substrate properties are required to prepare the tool for coating application.
The aim of this paper is to elaborate on tool steel substrate properties correlations, including hardness,
fracture toughness, strength and surface quality and how these substrate properties influence on
the coating performance. Results show that hardness of the steel substrate is the most influential
parameter for abrasive wear resistance and load-carrying capacity, which is true for different types
of hard coatings. However, high hardness should also be accompanied by sufficient fracture
toughness, especially when it comes to very hard and brittle coatings, thus providing a combination
of high load-carrying capacity, good fatigue properties and superior resistance against impact wear.
Duplex treatment and formation of a compound layer during nitriding can be used as an additional
support interlayer, but its brittleness may result in accelerated coating cracking and spallation if
not supported by sufficient core hardness. In terms of galling resistance, even for coated surfaces
substrate roughness and topography have major influence when it comes to hard ceramic coatings,
with reduced substrate roughness and coating post-polishing providing up to two times better
galling resistance.
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1. Introduction

In forming applications of modern metallic materials, including die casting, stamping, forging
and rolling, tool lifetime is limited due to very demanding working conditions. These include
mechanical, thermal and impact loading [1,2]. Under such complex working conditions, comprising
high contact stresses as well as abrasive and adhesive wear [3-5], tool surfaces are attacked by different
wear and fatigue mechanisms [6-8]. By the current demands on reducing mass and size of components,
lowering fuel consumption and CO, emission, increasing recycling and improving overall strength
and safety [9,10]—especially when talking about transportation and energy sector— tools are exposed
to new and more severe requirements and demands. This is related to design of the tool, selection of
material and heat treatment [11], and surface engineering, where substrate preparation is essential [12].

Increased demands mean strengthened requirements in terms of the tool material properties,
including temperature resistance, strength, shock and fatigue resistance, impact and sliding wear
resistance, etc. Ductility and fracture toughness are among the main tool properties essential for
the majority of forming applications and the influencing of tool resistance [13,14]. Properties of the tool
core material, i.e., tool steel, depend on its chemical composition and production process, but primarily
on the heat treatment parameters. Heat treatment defines final microstructure and corresponding
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properties. In general, steel properties, mainly focused on strength and hardness are provided by
a well-defined heat treatment process, consisting of an austenitization treatment with a subsequent
quenching and a multiple tempering [13,15]. Typically, a trade-off between toughness and hardness
is required [16]. On the other hand, through optimized heat treatment procedures, involving
vacuum hardening, selection of tempering and austenitizing temperature, and inclusion of deep
cryogenic treatment [17], fine-grained microstructure with homogeneous carbides distribution can be
obtained [15]. Thus, improved toughness and fatigue resistance is obtained while maintaining high
strength and hardness [18].

The typical property used for the planning of heat treatment for tool steels is hardness.
High hardness is related to abrasive wear resistance and resistance to plastic deformation. However,
beside hardness there are also other material properties, which are based on the application and surface
engineering techniques, which become more important as we use tools that are more complex.
These include fracture toughness, compressive and bending strength, creep and wear resistance,
machinability, etc. [2]. Different material properties are defined and determined by different standards
and test methods. However, each standard and test method uses specific test specimens with different
geometries. Different geometries relate to different heat treatment conditions, and thus in microstructure
deviation [19] and problematic properties correlation. On the other hand, circumferentially notched
and fatigue-pre-cracked tensile bar (CNPTB) specimens used for measuring fracture toughness of
more brittle materials, i.e., tool steels have been found as the best alternative, allowing determination
and correlation of many different properties [20]. The advantage of the CNPTB specimen is in its radial
symmetry and uniform microstructure through the whole volume.

Introduction of light-weight high-strength materials, being very difficult to form also sets more
demanding properties requirements on tool properties, especially its surface and wear resistance [21].
One way of improving wear properties of the tool is application of different heat and diffusion
treatments, i.e., plasma nitriding, thus modifying surface microstructure and properties [22,23].
Another way, proven in cutting tool applications is deposition of wear resistant coatings [24]. However,
limited load-carrying capacity, adhesion and topographical characteristics of the substrate restrict
successful application of hard wear-resistant coatings on forming tools. Thus, proper combination
and optimization of the substrate properties are needed in order to prepare tools for coating deposition
and provide improve performance of the tool [23-27].

The aim of this research work, carried out by using CNPTB test specimen configuration was to
determine correlations between different tool steel properties, including fracture toughness, hardness,
compressive and bending strength, wear resistance and surface quality and how these substrate
properties influence on the coating performance.

2. Materials and Methods

2.1. Materials

Two tool steels being the most common in forming and tooling industry have been included
in this investigation. First one, aimed at studying the effect of heat treatment parameters as well
as additional plasma nitriding on the tool steel substrate properties, their correlation and influence
on the load-carrying capacity and sliding wear resistance was conventional AISI H11 type hot-work
tool steel (H11), produced through casting, electro slag re-melting, forging and annealing. The second
one was high fatigue strength P/M cold work tool steel (PM-CW), aimed at determining the influence
of hardness and fracture toughness as well as surface preparation on the load-carrying capacity
as well as impact and galling wear resistance when coated with different type of hard coatings.
Chemical composition of the investigated tool steels is given in Table 1.
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Table 1. Chemical composition of the investigated tool steels (wt %).

No. Tool Steel % C % Si %Mn %Cr %Mo % V % W % Co % Fe

1 H11 0.37 <1.0 0.27 5.16 1.28 0.41 - - balance
2 PM-CW 0.85 0.54 0.39 4.36 2.79 2.11 2.54 4.52 balance

2.2. Heat Treatment and Coatings

Heat treatment of hot work tool steel (H11) included vacuum heat treatment performed in
Ipsen VTC 324-R horizontal vacuum furnace (Ipsen, Kleve, Germany). The specimens machined
from soft annealed material were preheated to 850 °C and then progressively heated at 10 °C/min to
the austenitizing temperature of 990-1000 and 1030 °C, respectively, soaked for 20 min and quenched
in Ny gas flow at a cooling speed of 3 °C/s. After quenching specimens were double tempered for 2 h.
First tempering was always performed at 540 °C, immediately followed by second tempering at six
different temperatures, varied from 550 to 630 °C.

Specimens planned to investigate the effect of heat treatment parameters on the load-carrying
capacity and sliding wear were further plasma nitrided in a Metaplas Ionon HZIW 600/1000 reactor
(Metaplas Ionon, Bergisch Gladbach, Germany), surface polished and coated. Plasma nitriding was
performed at 540 °C for 20 h using different gas mixtures. One group of test specimens was treated
in 25% N3:75% Hj gas mixture, resulting in diffusion zone of about 260 um and approx. 5 um thick
top compound layer. Another group was treated in 5% N,:95% H, gas mixture, providing ~230 pm
thick diffusion zone without any compound layer. After nitriding all specimens were polished to
a mirror-like finish (R; = 0.1 pm) and coated with the commercial TiN/TiB; nanocomposite multilayer
coating. Coating consisted of a primary TiN monolayer, a multilayer zone (TiN/Ti-B-N) with a lamella
thickness of 85 nm and a top TiB, overcoat. TiN/TiB, coating with total thickness of ~2 um and hardness
of 3000 HV was deposited by a bipolar-pulsed glow discharge PACVD. Processing temperature was
530 °C and pressure 200 Pa.

In the case of PM cold work tool steel (PM-CW) three groups of vacuum heat treatment parameters
were used and combined with the process of deep cryogenic treatment (Table 2). First group
(A1) providing maximum hardness was quenched from high austenitizing temperature (1130 °C)
and triple tempered at low tempering temperatures (520/520/490 °C). In order to increase fracture
toughness but still maintain hardness above 64 HRC second group (A2) was austenitized at 1100 °C
and tempered at 500 °C (500/500/470 °C). The last group (A3) was hardened from 1070 °C and triple
tempered at increased tempering temperature (585/585/565 °C), thus providing high fracture toughness.
In the cases when vacuum heat treatment was combined with deep cryogenic treatment—DCT
(groups B1-B3), DCT was performed immediately after quenching and followed by a single 2 h
tempering. DCT consisted of a controlled immersion of the test specimens in liquid nitrogen for
25 h (Table 2). After heat treatment specimens were mirror polished (R, = 0.10 um), sputter cleaned
and coated. Investigation included three representative PVD coatings. These were monolayer TiAIN
coating (~3300 HV), AITiN/TiN multi-layer coating (~3500 HV) with lamellas thickness of ~50 nm
and ~80 nm, respectively, and (Ti,5i)N nano-composite coating (~3800 HV). All three coatings were
about 2 um thick and deposited by magnetron sputtering process at the substrate temperature of
~450 °C. Details of the deposition process are provided in Reference [28,29].

The effect of substrate roughness on galling performance was evaluated by preparing A1l group
of specimens with four different procedures; coarse grinding and polishing with a 20 um industrial
polishing paste (A1l-1; R; = 0.5 um), coarse grinding and double polishing with 20 um and 10 um
polishing paste (A1-2; R, = 0.3 pm), fine grinding (A1-3; R, = 0.15 um) and polishing (A1-4; R, = 0.1 pm).
Afterwards specimens were coated with commercial TiN monolayer and W-doped DLC multilayer
coating [30].
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Table 2. Vacuum heat treatment and deep-cryogenic treatment parameters for P/M cold work tool steel.

G Austenitizing Deep-Cryogenic Treatment Tempering
roup
Temp. [°C] Time [min] Temp. [°C] Immersion Time [h]  Temp. [°C]  Time [h]

Al 1130 6 - - 520/520/500 2/2/2
A2 1100 20 - - 500/500/480 2/2/2
A3 1070 20 - - 585/585/565 2/2/2
B1 1130 6 -196 25 520 2
B2 1100 20 -196 25 500 2
B3 1070 20 -196 25 585 2

2.3. Mechanical Properties

For each material CNPTB specimens [20] (Figure 1) were machined and used for further investigation.
Fracture toughness was measured by pre-cracking CNPTB specimen under rotating-bending loading
(400 N, 4500 cycles). After pre-cracking specimens were subjected to tensile load at the cross-head speed
of 1.0 mm/min until fracture. Measuring the load at fracture (P) and diameter of the fractured area (d)
fracture toughness is calculated according to the Equation (1) [31,32]. Details of the CNPTB specimen
and fracture toughness measurement technique are given in Ref. [20]. For each group of treat treated
specimens at least 12 samples were characterized in order to provide reliable results.

P do
K = d37-(—1.27+1.72; (1)
0
3] | 60° o " : . A n
= = N6 ] -point bending/ load-carrying capacity compression specimens
S = W specimens
g -+ D
L,=50
15 |10 60
120 impact/sliding wear specimens
(a) (b)

Figure 1. (a) Circumferentially notched and fatigue-pre-cracked tensile bar (CNPTB) specimen
and (b) extraction of 4-point bending, load-carrying capacity, compression and sliding/impact wear
test specimens.

Rockwell-C hardness measurements, performed circumferentially (x3) on each CNPTB specimen,
were carried out on Willson-Rockwell B2000 machine (Buehler, Esslingen, Germany) and then average
value calculated.

One half of the fractured CNPTB specimen was used to machine ¢ 10 mm x 12.5 mm cylinder
for compression test (Figure 1) and ¢ 18 mm X 8 mm disc for sliding and impact wear testing.
Compression tests were performed according to ASTM E9-09 standard [33] and used to determine
yield strength, maximum compression strength and strain hardening exponent. Strain hardening
exponent was defined between yield and maximum compression stress on a log-log plot of true
stress-true strain. The other part of the fractured CNPTB specimen was used to prepare 4-point
bending test specimen (¢ 5 mm X 60 mm) or load-carrying capacity test specimens (¢ 10 mm X
60 mm) (Figure 1). After high-speed machining, bending and load-carrying capacity test specimens
were ground and polished (R, = 0.1 pm). 4-point bending tests at room temperature were performed
according to ASTM E290-09 standard [34], using support span of 40 mm and load span of 16 mm.

Effect of heat treatment on the machinability was analyzed by measuring surface roughness of
as machined 4-point bending specimens. High-speed machining involved pre-turning with standard
cutting inserts (Sandvik-Coromant DNMG11 R0.4, Sandviken, Sweden) at a cutting speed of 100 m/min,
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depth of cut of 0.3 mm and feed rate of 0.12 mmy/rev, followed by final turning (VBMT 16 04 cutting
inserts) at the same cutting speed, depth of cut of 0.2 mm and feed rate of 0.08 mm/rev. Each specimen
was machined with a new cutting insert and surface roughness analyzed (ISO 4287:1997 standard [35])
by Alicona InfiniteFocus G4 microscope (Alicona, Raaba, Austria).

2.4. Load-Carrying Capacity and Wear Testing

Load-carrying capacity was evaluated by load-scanning test rig, Figure 2a. The test configuration
consists of two crossed cylinders (10 mm) which are sliding against each other at fixed speed,
but progressive loading. Thus, each position of the wear scar corresponds to a unique load without any
loading history [36]. In this investigation coated tool steel cylinder was loaded against polished WC
cylinder (R, = 0.05 pm, 2200 HV), using dry sliding conditions, room temperature, fixed sliding speed
of 0.01 m/s and normal load in the range of 4004000 N (py = 2.8-6.1 GPa). Load-carrying capacity
is determined by defining critical loads at which first cracks in the coating are observed and when
coating starts to flake [4,36].

Sliding wear tests were done under dry sliding conditions using ball on disc contact configuration
and reciprocating sliding (Figure 2b). Polished 20 mm diameter Al,O3 ball (R, = 0.05 um) was used
as a counter material in order to simulate abrasive wear mode and focus all the wear on the investigated
disc material. Test were done under normal room conditions (RT and 45% RH) and elevated temperature
of 150 °C applying different contact conditions; loads corresponding to contact pressure between
800 and 1300 MPa and sliding speeds between 0.01 and 0.1 m/s, obtained by changing oscillating
frequency from 1 to 15 Hz. All tests were performed up to the total sliding distance of 100 m (up to
two hours), with the average coefficient of friction being analyzed and wear volume measured using
3D confocal microscope.

Impact wear tests were performed on servo hydraulic fatigue testing machine, with the coated
disc being repetitively impacted against a WC ball (¢ 32 mm; Figure 2c). Testing machine is position
controlled during testing, which includes continuous monitoring of the impact force. Impact wear
tests were performed at the frequency of 30 Hz, initial impacting distance of 0.5 mm and maximum
impacting load of 5.5 kN (py; = 3.5 GPa). New WC ball was used for each test and testing specimens
cleaned with ethanol. Adhesive wear of the WC ball was prevented by applying a thin layer of lithium
grease on the disc surface.

F, =20 - 4,000 N impact head force
(-A JJ_LL F.=15-60N assembly transducer
% a=4mm lpH:O.8-1.3GPa
@) | f=1-15Hz
> wcC coated
Vv,=0.01-0.1m/s ball tool steel
ALO, ball .
20 mm disc
v, =0.01 m/s /
Moving Loading spring coated f=30Hz
specimen steel disc
holder  coated tool steel WC cylinder ﬁ F, =5.500 N
(ASS) (coated tool steel)
(a) (b) (c)

Figure 2. Load-carrying capacity and wear testing setups; (a) load scanner, (b) reciprocating sliding
wear test, (c) impact wear test.

Effect of substrate roughness and surface quality on resistance against galling was also evaluated
by a load-scanning test rig (Figure 2a). In this case tempered austenitic stainless steel (ASS) cylinder
(AISI 304, 335 HV, R, = 0.2 um, ¢ 10 mm) was used as a moving counter cylinder. Galling tests were
performed dry, using sliding speed of 0.01 m/s and normal load from 20 to 1300 N. Results were then
evaluated by analyzing wear tracks after sliding and determining critical loads for galling initiation
and gross galling formation [36,37].
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3. Results

3.1. Tool Steel Substrate Properties Correlation

Diagram displaying fracture toughness and hardness of vacuum heat treated AISI H11 type hot
work tool steel as depending on the tempering and austenitizing temperature is shown in Figure 3.
Fracture toughness obtained by hardening from 1000 °C followed by double tempering at 630 °C was
87 MPa+y/m. It was reduced to less than 30 MPa+/m by reducing tempering temperature to 550 °C.
Hardness, on the other hand, increased from 40 HRC to almost 50 HRC. Further hardness increase
is provided by increased Si content and austenitizing temperature. In the case of low Si content,
increase in austenitizing temperature to 1030 °C results in about 5% higher hardness (up to 52 HRC)
and for high Si content even more, especially at low tempering temperatures, up to 54 HRC. However,
for low Si hot work tool steel increase in austenitizing temperature also provided higher fracture
toughness, being between 45 and 115 MPa+/m, while for high Si content fracture toughness has been
reduced at elevated austenitizing temperature, ranging between 25 and 80 MPa+y/m, as shown in
Figure 3.
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OHRC -990°C [JHRC (|CIW Si) - 1030°C A HRC (high Si) - 1030°C
15 goi g 55
—_ Rl SR
E L
= 100 50
a
= —
v 85 4 45 Q
> , z
g 70 - 540 8
£ T
]
3 55T 35 3
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25 25
10 | | | ‘ | ‘ ‘ b 20
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Tempering temp. [°C]

Figure 3. Effect of Si content and heat treatment temperatures on fracture toughness and hardness of
AISI H11 hot work tool steel.

Yield and ultimate compression strength of the investigated hot work tool steel (AISI H11)
are between 1200 and 1850 MPa, and 1450 and 2130 MPa, respectively. Similar to hardness, ultimate
compression strength and yield strength are increasing when increasing austenitizing temperature
(for 5%) and Si content, but decreasing with tempering temperature, as shown in Figure 4a. On the other
hand, material ductility being analyzed by measuring strain hardening exponent was found mainly
independent on the austenitizing and tempering temperature. For the tempering temperatures up to
610 °C it shows more or less constant value, 0.45 for low Si content and 0.4 for high Si content.

In the case of bending test, maximum and yield strength at the austenitizing temperature of
990 °C changed from 1860 and 3260 MPa to 2600 and 4550 MPa, respectively, when reducing tempering
temperature from 630 to 550 °C. Further increase was obtained by increasing austenitizing temperature
to 1030 °C. In this case and low Si content, yield and maximum bending strength reached peak
values (tempering at 550 °C) of 2700 and 4780 MPa, respectively, and even up to 2800 and 4950 MPa,
respectively, for high Si content (Figure 4b).

When analyzing correlations, strong correlation between hardness and strength of tool steel
substrate has been observed. In agreement with well-established correlations [38,39] compression
and bending strength increase linearly with hardness, but dropping digressively with fracture toughness,
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as shown in Figure 5. On the other hand, strain hardening exponent has no direct correlation with
hardness but it shows rising trend with increased fracture toughness (Figure 6).
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Figure 4. (a) Compression and (b) bending strength tempering diagram.
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Figure 5. Strength vs. (a) hardness and (b) fracture toughness correlation.

Figure 6. Strain hardening exponent vs. fracture toughness correlation.

Surface roughness analysis of machined 4-point bending and load-carrying capacity specimens

revealed deteriorated surface quality with higher average roughness and intensified tearing component
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when increasing tempering as well as austenitizing temperature [39]. As shown in Figure 7, lower
average roughness values (R,), lower kurtosis (Ry,) representing less sharp surface profile and zero
skewness (Rgx) indicating symmetric profile, with all indicating improved machinability and better
surface quality of tool steel substrate, are obtained when increasing hardness (above 45 HRC) and having
fracture toughness below 60 MPa+/m. However, when material becomes too hard, above 50 HRC or
too tough (>80 MPa+/m) surface quality quickly deteriorates (Figure 7) and becomes too rough for
coating deposition [40].

S0 [ 50 T
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s s
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(a) (b)

Figure 7. Effect of (a) hardness and (b) fracture toughness on surface quality.

In terms of tribological properties, coefficient of friction for AISI H11 tool steel was found
largely independent on the austenitizing and tempering temperature, displaying average value of
about 0.75, which is well in agreement with many tribological investigations on tool steels. On the other
hand, wear volume was found to increase with tempering temperature and being dependent also on
austenitizing temperature. Furthermore, the form and rate of increase was dependent on the contact
conditions used, as shown in Figure 8. In the case of low load-low sliding speed and high load-low
sliding speed (Figure 8a) conditions wear volume shows linear increase with tempering temperature,
with the higher austenitizing temperature giving faster increase rate and higher wear, especially for
high loads. By increasing the sliding speed (low load-high sliding speed and high load-high sliding
speed—Figure 8b) effect of austenitizing temperature on wear has been reversed. In these cases,
wear shows exponential increase with tempering temperature but drop in values for higher austenitizing
temperature, which is more pronounced in the low tempering range (Figure 8b). Furthermore, the best
wear resistance and the lowest wear was observed for mid-tempering range between 570 and 590 °C.
This indicates that for low sliding speeds higher fracture toughness obtained by lower austenitizing
temperature is dominating over hardness, while for high sliding speeds hardness prevails.
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Figure 8. Wear of AISI H11 tool steel as a function of heat treatment temperatures; (a) low sliding speed
and (b) high sliding speed case.
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When it comes to friction under abrasive wear conditions, steady-state coefficient of friction for
tool steel was found largely unaffected by fracture toughness and hardness when operating within
working hardness range (42-52 HRC). On the other hand, as shown in Figure 9, wear volume and wear
rate, defined as wear volume divided by load and sliding distance show direct dependency on hardness
and fracture toughness. Under the abrasive wear conditions wear rate increases with fracture toughness
and is reduced with hardness, with the hardness being found as the most influencing parameter.
For the best abrasive wear resistance tool steel hardness should be above 48 HRC (strength above
1900 MPa) and fracture toughness below 55 MPa+y/m, although not too low (Figure 9).
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Figure 9. Effect of (a) hardness and (b) fracture toughness on hot work tool steel wear resistance.
3.2. Thermo-Chemical Treatment vs. Coating

Based on Archard law [41] abrasive wear resistance of materials is in general dependent on
their hardness. Hardness increase and thus better wear resistance of steels can be achieved by
increasing austenitizing and decreasing tempering temperature [42]. However, even higher surface
hardness is provided by thermo-chemical processes, i.e., nitriding and deposition of wear resistant
coatings [12]. As shown in Figure 10 plasma nitriding in 5% N3:95% H, gas mixture, providing
nitrided surface without compound layer and a hardness of 1100 HV o5 reduces wear of hot work
tool steel by about 25%. However, although operating under abrasive wear mode and wear being
concentrated within the nitride zone of just 250 um [4] steel core microstructure and properties,
especially hardness and fracture toughness play an important role in terms of surface wear resistance.
For lower austenitizing temperature with the hardness in the range of 47-50 HRC and fracture
toughness above 35 MPay/m wear rate of nitrided surface increases as the hardness is reduced (higher
tempering temperature). On the other hand, increase in austenitizing temperature, providing higher
core hardness (51-53 HRC) but much lower toughness (<30 MPa+/m; Figure 3) resulted in about 30%
higher wear of the investigated AISI H11 tool steel, both at room and high temperature sliding. In this
case wear resistance of plasma nitrided tool steel has been found more or less unaffected by core
hardness, but mainly defined by reduced fracture toughness, which is further escalated by nitriding
and formation of hard brittle surface zone [43].

Although nitriding improves wear resistance of metallic surfaces [44] it cannot match wear
resistance provided by PVD and CVD coatings. As shown in Figure 10, coating of tool steel by
hard protective TiN/TiB, coating can improve surface wear resistance by two orders of magnitude.
Furthermore, when load is carried entirely by the top coating and substrate deformation is within elastic
range wear rate of the coated surface becomes independent on the substrate preparation and properties,
including heat treatment temperatures and/or plasma nitriding used [4].
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Figure 10. Effect of heat treatment, plasma nitriding and coating deposition on wear resistance of hot
work tool steel.

In the case of coated surface load-carrying capacity is the primary requirement. As shown in
Figure 11, it doesn’t depend just on core hardness but also on the subsurface properties determined
by the eventual thermo-chemical process [4]. In the case of plasma nitriding, producing few microns
thick compound layer (25% N3:75% H,) on the hot work tool steel surface, increase in tempering
temperature and corresponding drop in core hardness of less than 5 HRC led to about 30% lower
critical loads for TiN/TiB; coating cracking and flaking or spallation. Even though compound layer may
provide additional load support [45], it is quite brittle and thus its cracking resistance dependent on
the core hardness. Any crack starting in the compound layer will propagate directly into the substrate
but mainly into and through the top coating [46], Figure 12. By avoiding formation (5% N3:95%
Hj) or removing the intermediate compound layer load-carrying capacity drops further. However,
it is influenced by the combined effect of fracture toughness and core hardness. For low hardness
values (50 HRC) and fracture toughness above 30 MPa+y/m (austenitizing @1000 °C) increase in fracture
toughness obtained by higher tempering temperatures prevails over the reduction in core hardness
providing better coating resistance to cracking and load-carrying capacity. Positive effect of core
fracture toughness is present also for lower toughness values (<30 MPa+y/m) but it fades away as soon
as core hardness drops to about 50 HRC, as shown in Figure 11.

2500

1000/570; 25/75

1000/580; 25/75
= 1000/590; 25/75
2000 - ™1000/570; 5/95

1000/580; 5/95
= 1000/590; 5/95
m1030/570; 5/95 T
1500 - m1030/580; 5/95

= 1030/590; 5/95

1000

Critical load [N]

500 {

Coating cracking Coating flaking

Figure 11. Dependency of load-carrying capacity on substrate heat treatment and plasma nitriding
conditions [4]. Reprinted with permission from [4]. Copyright 2015 Elsevier.
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SEI 150kY  X3,000 Tum = WD 10.0mm

Figure 12. Crack pattern in TiN/TiB, coated and plasma nitrided hot work tool steel with intermediate
compound layer.

3.3. Effect of Substrate Hardness and Fracture Toughness on Coating Performance

Coatings represent only one part of the coated system and require proper substrate giving sufficient
support. Thus, beside coating type its properties and performance greatly depend on the substrate,
mainly its hardness and fracture toughness. Hardness provides resistance to plastic deformation
while fracture toughness is responsible for hindering crack initiation and propagation. As shown in
Table 3, by combining different heat treatment parameters (tempering and austenitizing temperature)
with eventual deep cryogenic treatment different combinations of fracture toughness and hardness for
cold work tool steel can be obtained.

Table 3. Fracture toughness and hardness of P/M cold work tool steel using different heat
treatment procedures.

Substrate Treatment Fracture Toughness K. [MPa+y/m] Hardness HRC  Kj,/HRC

Al 6.1+1.2 65.8 £0.2 0.09
A2 102 +£2.0 64.0+0.2 0.159
A3 127 £ 0.7 59.3+0.1 0.214
Bl 10.4 £ 0.8 65.0+0.3 0.160
B2 124+ 0.7 642 +0.4 0.193
B3 142 £ 04 59.5+0.1 0.239

Load-carrying capacity results for three different coatings (monolayer, multilayer, nano-composite)
obtained for different core hardness vs. fracture toughness values are shown in Figure 13. In the case of
a TiIAIN monolayer coating deposited on the hardest tool steel substrate (66 HRC; Group Al) first signs
of coating cracking are observed at the critical load of about 3.1 kN. Increase in fracture toughness
from 6 to 10 MPa+y/m at the same time resulting in reduced substrate hardness (66—64 HRC; Group A2)
leads to loss in load-carrying capacity, reducing critical load for coating cracking for about 10%,
down to 2.8 kN. Further drop in hardness (60 HRC; Group A3), in spite of providing high fracture
toughness values results in additional 10% drop in load-carrying capacity (Lc <2.5 kN). However,
when maintaining high hardness level (above 65 HRC) any increase in fracture toughness, obtained by
combining conventional heat treatment with deep cryogenic treatment [17,27] will provide better crack
initiation and propagation resistance and thus higher load-carrying capacity (Group B1).

In the case of AITiN/TiN multilayer coating with improved cracking resistance, substrate hardness
above or equal 64 HRC provides comparable load-carrying capacity, regardless of the Kj,/HRC
ratio and level of the fracture toughness obtained (Figure 13). However, with the drop in substrate
hardness below 60 HRC (Group A3) critical loads for the beginning of coating cracking are reduced,
indicating about 20% lower load-carrying capacity. This time increase in fracture toughness (Group B3)
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provides some load-carrying capacity improvement, although not reaching the same level as with
the harder substrates.

monolayer B multilayer B nanocomposite

2.5

=
[#3]

Critical Load [kN]
N

=

o
tn

A2 A3 B1
Substrate heat treatment group

Figure 13. Load-carrying capacity of different coating types as a function of substrate heat treatment
and properties.

The most marked effect of substrate properties on load-carrying capacity is found for the most
brittle and hardest (Ti,5i)N nano-composite coating. Again, the best load-carrying capacity is provided
by the hardest substrate, but very low for too soft one, irrespectively of the fracture toughness level
obtained. On the other hand, fracture toughness becomes important for the intermediate working
hardness values, as shown in Figure 13. Combination of high fracture toughness (>12 MPaym;
Group B2) and working hardness of about 64 HRC guarantees load-carrying capacity similar to hardest
substrates but at greatly improved fatigue resistance.

Another coating property, altered by substrate properties is its impact wear resistance. In agreement
with high load-carrying capacity the best impact wear resistance for different types of hard coatings is
achieved when applied on steel substrate with the highest hardness (Group A1; Figure 14). In this case
coatings are removed through abrasive wear mechanism, without any evident coating delamination
or cracking. Even the smallest drop in hardness, even though accompanied by increased fracture
toughness (Groups Bl and A2) leads to increased coating impact wear and beginning of coating
delamination. However, if hardness of about 64 HRC is paired with the fracture toughness above
12 MPa+ym (Group B2) coating impact wear can be reduced for up to 30%, closely matching harder
but more brittle substrate case. Improved fracture toughness retards crack initiation and propagation
while high hardness guarantees high load support. Further rise in fracture toughness, meaning drop
in hardness below 60 HRC (Group A3 and B3) has clear negative effect. Low load-carrying capacity
of the steel substrate results in excessive deformations and thus in high impact wear of the coating.
However, for the most brittle and the hardest coatings (i.e., (Ti,Si)N) substrate hardness is found
as the dominant factor in terms of impact wear resistance. In this case, the steel substrate with
the highest hardness is the most suitable (66 HRC; Group Al). Use of any softer substrate results in
coating cracking and flaking with wear exceeding coating thickness (Figure 14).
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Figure 14. Impact wear volume for different coating types and substrate pre-treatments.

3.4. Effect of Substrate Roughness
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If tool is coated its galling resistance depends on the material to be formed and coating type,
as well as on the substrate roughness and any additional surface treatment, i.e., post-polishing [25,47].
In the case of hard nitride-based coatings, i.e., TiN, which generally show lower galling resistance
than tool steels [48], substrate roughness is even more important. For rough, coarse ground substrates
(Al-1 & A1-2) coating gives higher friction (0.4) and about 25% lower galling resistance as indicated
by reduced critical loads for stainless steel transfer, as compared to uncoated tool steel (Figure 15).
However, by reducing roughness of the substrate (A1-3 and A1-4) coated surface provides comparable
resistance to galling and material transfer. Even more, when post-polished (A1-3 + post-polishing) to Ra
values of 0.1, use of coated surface can provide up to two times higher resistance to galling. On the other
hand, low friction and excellent galling resistance against ASS are obtained by low-friction DLC coating,
regardless of the substrate roughness and post-polishing procedure (Figure 15), with the critical loads
for galling exceeding 1 kN even under dry sliding [48].

1400 -  OUncoated

—F—

1200

OTiN coated
Ea

ODLC coated

—=

1000

800

600

Critical load (N)

400

200 ‘—1—’+
0
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T
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Figure 15. Effect of substrate roughness and post-polishing of coated surface on galling resistance.

4. Conclusions

double polished

fine ground

fine ground and
polished

Substrate preparation

FG coated &
post-polished

Effect of steel substrate properties on coating performance can be summarized in the following

conclusions:
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¢  Yield and maximum compression and bending strength of the tool steel substrate show rising
linear dependency on hardness and reduced trend with fracture toughness. On the other hand,
strain hardening exponent has no direct correlation with hardness but shows rising trend with
increased fracture toughness.

e Thermo-chemical treatment, i.e., plasma nitriding, provides up to 25% better tool steel wear
resistance. However, even when plasma nitrided wear resistance depends on combination of
fracture toughness and core hardness. Higher hardness of the core material improves abrasive wear
resistance of the surface, but sufficient fracture toughness level needs to be provided. On the other
hand, hard wear-resistant coatings outperform all other surface engineering techniques, providing
up to two orders of magnitude better tool abrasive wear resistance.

e In the case of coated applications steel substrate must provide sufficient load-carrying capacity
and support for the coating. A compound layer can be used as an additional interlayer, but its
brittleness results in accelerated coating cracking as the core hardness is reduced. Even for cases
without compound layer, high level of steel core hardness (above 50 HRC) is mandatory in order
to provide good load support for the top coating. However, high hardness must also be supported
by proper level of the fracture toughness (above 30 MPay/m).

e Surface roughness and topography have major influence on galling resistance in forming,
with smoother surfaces and plateau-like topography providing better results. This is further
escalated for coated surfaces, where galling resistance depends on substrate roughness level,
coating type and material to be formed. In the case of typical hard ceramic coatings post-polishing
of the coated surface and use of smoothened substrate gives about 2 times better galling
resistance. On the other hand, for carbon-based low friction coatings post-polishing and roughness
of the substrate have very limited effect on the tool resistance against galling and work
material transfer.

Workshop practice recommendations:

e  Abrasive wear resistance as well as surface quality of hot work tool steel mainly depend on
hardness but also on fracture toughness. Good machinability and the best surface quality are
obtained when hardness is between 45 and 50 HRC, and high abrasive wear resistance for
hardness above 48 HRC. Fracture toughness, however, should be below 55-60 MPa+y/m to get
best performance. On the other hand, coefficient of friction is independent on heat treatment
parameters and mainly depends on contact conditions.

e In the case of cold work tool steel, hardness of over 64 HRC is required to obtain sufficient
load-carrying capacity of the coated surface, regardless of the coating type used. However,
required level of the fracture toughness is dependent also on the coating type. In the case of
monolayer coatings, the main parameter is hardness of the substrate with higher the better.
For typical multilayer coatings, having improved resistance to crack initiation and propagation,
substrate hardness of about 64 HRC is sufficient and high fracture toughness only required at low
hardness. However, for very brittle coatings combination of working hardness and high fracture
toughness (above 10 MPa+/m) gives superior results.

e  Substrate hardness is the most influential parameter also when it comes to impact wear resistance,
which is true for different types of hard coatings. However, except for very brittle coatings
fracture toughness of the steel substrate should be above 12 MPay/m and hardness in the range of
64-65 HRC, thus providing combination of high load-carrying capacity, good fatigue properties
and superior resistance against impact wear.
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