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Abstract

Carburized samples were prepared under different sets of conditions at Millat Equipment
Limited, Lahore, Pakistan, using continuous carburizing furnace under a reducing atmo-
sphere. The gas carburizing process parameters were determined by the Taguchi design
of experiment (DoE), an orthogonal array of L9 type with the mixed level of control fac-
tors. The key process parameters in gas carburizing process such as delay quenching
interval, hardening temperature, and soaking time in oil were optimized in terms of core
hardness, effective case depth (ECD), and surface hardness. DoE approach elucidated
that the best results in terms of core hardness are A2 (delay quenching for 60 seconds),
B2 (hardening temperature of 800°C), and C2 (soaking in quenching oil for 300 seconds).
However, the best results in terms of ECD were Al (delay quenching for 45 seconds), B3
(hardening temperature of 820°C), and C1 (soaking in quenching oil for 180 seconds). In
order to choose the optimized parameters from the results given by DoE, microscopic
analysis was conducted. Microscopic analysis showed coarse bainitic structure in core
and tempered martensite at the surface of the samples processed at A2 (delay quench-
ing for 60 seconds), B2 (hardening temperature of 800°C), and C1 (soaking in quenching
oil for 180 seconds) compared to the other process conditions (Al, B3, and C1), which
shows fine bainitic structure at core and relatively higher amount of retained austenite
at the surface. Finally, defect per million opportunities (DPMO) model exhibited that
the samples produced from the optimized set of parameters (A2, B2, and C1) are highly
reproducible, gaining DPMO of 83 parts per million (PPM).
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1. Introduction

In the current era, most of the industries are focusing on economical process optimization
techniques. The most common industrial approaches are trial-and-error approach or one vari-
able at a time (OVAT) in which one variable is changed at one time [1, 2]. These approaches
are inefficient and time-consuming. However, statistical tools, such as the Taguchi design of
experiments (DoE), provide superior methods to conduct experiments by efficient means.
The selection of investigated parameters involved in the process is based on the philosophy
of Dorian Shainin, which is characterized by focusing on a limited number of parameters
selected by their cause and effect relationship [2, 3]. Hence, the Taguchi DoE has been widely
used nowadays in the industrial sector. Moreover, Taguchi DoE approach allows changing
more than one factor at one time, which reduces the number of experiments required to deter-
mine the optimized parameter [2, 4-6].

The Taguchi DoE assesses the effect and significance of controllable factors of an experiment,
which increases the robustness of a process. Robustness is measured as a signal-to-noise (S/N)
ratio. It comprises the sensitivity of the signal to disturbing factors involved in the process,
the so-called noise [4, 7]. The optimization process is based on the assessment of this ratio
as it determines the impact of control factors on the process. The DoE provides an efficient
method for the optimization since only a limited number of experiments are required in con-
trast to full factorial methods [3, 8-10]. The statistical significance of each control factor can
be determined by the performance of the multivariate analysis of variance (MANOVA). The
significance of individual control factors can be estimated by its probability value p [5, 7].

Another important factor in the industrial process is the reproducibility. Design of experi-
ment approach can further help in improving the reproducibility of the process. An important
method to determine the reproducibility of the process is defect per million opportunities
model (DPMO). DPMO evaluates the reproducibility of the process to relatively high sensitiv-
ity such as parts per million (PPM) [11, 12]. The “Six Sigma” approach can help in achieving
the highly reproducibility of the industrial process. Therefore, it can be concluded that DoE
approach coupled with the Six Sigma can help in economical process optimization at higher
statistical confidence and reproducibility. Finally, KAIZEN “tools for continuous improve-
ment” can help in sustaining the optimized experimental conditions [12].

Taguchi DoE is applied here to solve the particular industrial problems related with the
higher field failure rate of crown wheel pinion. For example, field failure for the pinion after
only 200 working hours was taken into account. Microscopic examination of sectioned piece
revealed Chevron nature of fracture. Metallographic studies were also taken into account
to know the reason behind this premature failure. Findings were the higher value of core
hardness (38 HRC), with 25% of retained austenite. In service the retained austenite, which
is metastable phase, will transform into martensite raising brittleness, because newly formed
martensite is untempered. In addition, this newly formed martensite will cause dimensional
changes as well as cause unexpected shift of contact pattern and backlash of more than
0.01 mm. Higher value of core hardness will make the core to respond to any sudden shock
with minimum absorptivity and maximum transmissibility [13-15]. Furthermore, literature
was studied to investigate the reasons behind the higher values of core hardness and retained



Design of Experiment Approach in the Industrial Gas Carburizing Process
http://dx.doi.org/10.5772/intechopen.72822

austenite. It was found that high quenching temperatures, high quenching oil’s temperature,
improper diffusion, over carburizing, coarse initial grain size, segregation of the impurities
at high-angle grain boundaries, higher value of chromium and silicon, improper soaking in
the quenching oil, and viscosity of the oil might also be the reason [16-18]. Higher values of
core hardness and retained austenite cause increase in the surface brittleness and improper
load distribution behavior under dynamic loading conditions. It is hoped that this research
will have paramount importance for industrial development and academic research [17, 19,
20]. Therefore, keeping in view for the criticality of core hardness, it was aimed to develop
an intermediate and compromised value of core hardness during the carburizing process. In
this research work, we choose delay quenching time, soaking time in oil, and hardening tem-
perature as the significant parameters on the basis of fishbone diagram. Afterward, the effect
of each parameter at various levels was studied to determine the optimum gas carburizing
conditions.

2. Materials and methods

2.1. Materials

The material used in the present experimental work was a low-carbon low-alloy steel (SAE
8620). The chemical composition of the steel is given in Table 1.

The addition of alloying elements such as Mn, Mo, Ni, and Cr increases the hardening ability
of the steel. The depth to which the steel is hardened is usually called as the hardenability of
the steel.

2.2. Gas carburizing process

Test coupons were made up of 8620 low-alloy steel having dimensions of 2 x 1 (inch?). One
of the test samples was subjected to destructive testing for the metallography (microstructure

Element Composition (mol %)
C 0.18-0.23

Si 0.15-0.35

Mn 0.7-0.9

Mo 0.150-0.25

S 0.04 max

P 0.35 max

Ni 0.4-0.7

Cr 0.4-0.6

Table 1. Chemical composition for 8620 alloy steel determined by using spark arc emission spectroscopy at AFCO Steel
Mills Pvt Ltd., Lahore, Pakistan.
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is shown in Figure 5(D)). Hardness was measured for all the samples prior to carburizing
(150-200 HB, Brinell hardness number). Samples were charged into the continuous carbu-
rizing furnace (Gibbons furnace, UK) having fixed carburizing time (3.5 hours), carburizing
temperature (930°C), and carbon potentials (1.00), but varying quenching time, holding in
air (delay quenching intervals) before quenching, and hardening temperatures. It is impor-
tant to highlight that carburizing time, carburizing temperature, and carbon potential were
determined from the fishbone diagram (data not shown here), following previous studies
[7, 10, 21]. Endo-gas (CO) was provided from endothermic gas generator to maintain reduc-
ing environment in the furnace. Diffusion of carbon took place in the same furnace but at
comparatively low temperatures (780-840°C) and low values of flow rates of enrichment gas
than in the carburizing process. Quenching was done in quenching tank of 12 x 10 x 8 feet at
75°C. Samples were tempered in the conveyer type tempering furnace at 120°C; prior to this
washing was done.

2.3. Metallography

Metallography consists of studying the microscopic structure and characteristics of a given
metal or an alloy. Metallography determines grain size, grain shape distribution of various
phases and inclusions, and mechanical and thermal treatment of metals [22]. The non heat
treated samples were sectioned using manual hacksaw whereas for cutting the heat treated
samples abrasive cutoff wheel was used [22, 23].

Samples were cut and machined into 1 x 2 (inch?) for the carburizing process, as shown in
Figure 1. Test coupons after the gas carburizing process were subjected to the destructive
testing such as effective case depth measurement and microstructural analysis. Prior to these
samples were grind and polished (Figure 2). Two percent of nital was used to etch (to reveal
the internal microstructure) the samples followed by washing with ethyl alcohol and subsequent

Figure 1. Optical image of the machine test coupon used for the carburizing process.
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Figure 2. Digital image of the mounted samples after cutting, grinding, and polishing showing a mirror-like surface.

drying [22]. Etchant attacks the particles at high energy levels, since grain boundaries are at
higher energy level so they become visible under microscope. The microstructure was evalu-
ated at the surface and core with LECO microscope at MEL Quality Assurance Department
(microstructures after heat treatment are shown in Figure 5(A-C)).

2.4. Effective case depth (ECD) measurement

ECD was measured with “Micro Vickers Hardness Testing Machine” (Shimadzu, Japan).
Polished samples were placed on the platform, and then harness was measured by the indent
steps at 0.1 mm. After taking an indent, mean diagonal length was measured and converted
into Vickers pyramid hardness number (VPN). Similar indents were taken at increasing dis-
tance till the hardness value of 500 VPN. The distance from surface at which 500 VPN is
achieved is known as effective case depth (ECD) [22]. Core hardness was also measured by
taking an indent at the center point of test sample.

2.5. Hardness testing

After carburizing samples were subjected to surface hardness test using Rockwell hardness
tester in which the first minor load (10 Kg,) was applied followed by the major load of 300 Kg,.

2.6. Design of experiments

In order to optimize the gas carburizing of SAE 8620 alloy steel, the basic tools of Six Sigma
were applied. Vital parameters offered by the basic diffusion model was scrutinized by cause
and effect diagram in terms of intended application (hard case and tough core), which offered
the basis for selection of control factors (soaking time in oil, delay quenching interval, and
hardening time), as shown in Table 2. In order to study the effect of these control factors, an
orthogonal array of L9 (three control factors and three levels of each) type with the mixed
level of control factors was applied (Table 3). The DoE approach was helpful in reducing the
number of experiment from 27 (full factorial design) to 9 (DoE array of L9 type). Thus, the
optimized parameters can be determined with the less number of experiments.
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Symbol Control factor Levels
1 2 3
A Delay quenching interval (S) 45 60 90
Hardening temperature (°C) 780 800 820
C Soaking time in oil (S) 180 300 420

Table 2. Control factors and level of variables.

Run Control factors Core ECD Surface S/N ratio for

Del Hardeni Soaking ti hardness (mm) hardness core hardness
elay ardening Soaking time ;yp ) (HRC) (dB)

quenching temperature (°C) in oil (S)
interval (S)

1 45 780 180 26 0.90 57 28,299

2 45 800 300 29 1.00 59 29,248

3 45 820 420 34 1.20 60 30,629

4 60 780 300 22 0.65 58 26,848

5 60 800 420 25 0.80 57 27,958

6 60 820 180 28 0.90 58 28,943

7 90 780 420 20 0.45 56 26,020

8 920 800 180 23 0.60 57 27,234

9 90 820 300 26 0.70 57 28,299

Table 3. Experimentally measured values of core hardness, ECD, and surface hardness for gas carburizing process of
SAE 8620 steel.

3. Results and discussion

3.1. Gas carburizing process

In the gas carburizing process, first the test coupons were preheated at 400°C for 30 minutes to
avoid thermal shocks. Second, the temperature was raised to 930°C under a reducing environ-
ment, which was produced by the flow of CO in the furnace from endothermic gas generator.
Moreover, methane gas was enriched in the furnace to maintain the carbon potential of 1.0.
At 930°C the solubility of carbon in steel is approximately 1.14 (because steel transforms to
the austenitic phase), due to which carbon started to flow from the atmosphere to the samples
[18, 24, 25]. After soaking the samples for optimized time period, the surface carbon contents
of the samples were raised. Afterward, samples entered into the hardening zone/diffusion
zone, where the samples were kept for 1 hour in the temperature range of 780-820°C under
a reducing environment [26, 27]. Since the temperature of the samples are dropped now, car-
bon from the outer surface starts to diffuse into the core [28]. The reason could be that outer
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surface is at lower temperature in comparison to that of inner surface of the sample; thus, the
solubility of inner portion is reasonably high, which allows the diffusion of carbon [25, 29].
Finally, samples were quenched in the mineral oil at 75°C. The quenching process allows the
diffusionless martensitic transformation at the surface [30-32]. However, thermal gradient at
the core of the sample is significantly less, which allows the bainitic or ferritic transformation
to occur in the core of the samples [32, 33]. The carburizing cycle of the test coupons is shown
in Figure 3.

3.2. Design of experiment approach for gas carburizing of SAE 8620 steel

Control factors and their levels used in the design of experiment approach are illustrated in
Table 2.

After the selection of control factors with the help of a cause and effect diagram (not given
here), a signal-to-noise ratio (5/N) was calculated for the average core hardness of the heat-
treated samples by considering that high value of S/N is desired [4]:

§ i)

where

Y, is the average core hardness.
n the number of observations.
Unit for S/N ratio is dB.

The design of experiment technique allows studying the effects of each parameter at different
levels by averaging S/N ratio at each level. For example, the mean S/N ratio for deposition
yield at levels 1, 2, and 3 of control factor A (delay quenching interval) can be calculated by

1000 - pre heating
1 carburizing |\ hardening
800 - . |
3 . |
g 6004 i |
8 | |
£ | I
g 400- | |
E
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04 : ! Quenching
: [
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Figure 3. Typical carburizing cycle of the Gibbons furnace for SAE 8620 test coupons.

105



Statistical Approaches With Emphasis on Design of Experiments Applied to Chemical Processes

averaging S/N ratios for experiments 1-3, 4-6, and 7-9, respectively [4, 5, 7]. This technique
was used for calculating the response of core hardness and ECD as presented in Table 3.

DoE approach was conducted to find out the suitable combination of gas carburizing param-
eters in order to ensure the optimum gas carburizing parameters with relatively higher sta-
tistical confidence. The effect of each control factor on the core hardness and ECD is shown in
Figure 4, which shows that the parameters, that is, delay quenching interval and hardening
temperature, have significant effect on core hardness and case depth. This effect was further
confirmed by calculating maximum-minimum values reported in Tables 4-7.

Figure 4(A) shows that the increase in delay quenching significantly reduces the core hard-
ness. The increase in hardening temperature tends to increase the core hardness. However,
the increased soaking time in oil slightly raises the core hardness value. The aim was to obtain
an intermediate value of core hardness; thus, the core should neither be too hard to cause
fracture nor too soft to cause core crushing [10, 17, 34]. The intermediate values for the core
hardness were attained at A2 (delay quenching interval of 60 seconds), B2 (hardening temper-
ature of 800°C), and C2 (soaking time in oil for 300 seconds) conditions, as shown in Table 8.
The reason for the decrease in the core hardness with the rise in delay quenching intervals
could be the slow cooling of core in air compared to that of oil, which may have led to ferritic
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Figure 4. (A) Mean of mean core hardness response of control factors on core hardness, (B) mean of S/N (dB) response
for the effect of control factors on core hardness, (C) mean of mean response for the effect of control factors on ECD, and
(D) mean of S/N (dB) response for the effect of control factors on ECD.
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Level Delay quenching interval (S§) Hardening temperature (°C) Soaking time in oil (S)
1 15.35 11.67 13.23

2 12.89 13.23 13.23

3 11.79 15.13 13.58
Maximum-minimum 3.56 3.47 0.35

Rank 1 2 3

Table 4. Mean response for the core hardness.

Level Delay quenching interval (S§) Hardening temperature (°C) Soaking time in oil (S)
1 3.23 -0.86 0.92

2 0.81 0.88 0.73

3 -1.82 2.20 0.58
Maximum-minimum 5.04 3.05 3.41

Rank 1 2 3

Table 5. S/N (dB) response for the core hardness.

Level Delay quenching interval (S) Hardening temperature (°C) Soaking time in oil (S)
1 1.03 0.67 0.80

2 0.78 0.80 0.78

3 0.58 0.93 0.81
Maximum-minimum 0.45 0.27 0.03

Rank 1 2 3

Table 6. Mean response for ECD.

Level Delay quenching interval (S) Hardening temperature (°C) Soaking time in oil (S)
1 0.22 -3.86 -2.09

2 -2.20 -2.12 -2.28

3 -4.82 -0.81 243
Maximum-minimum 5.05 3.05 0.34

Rank 1 2 3

Table 7. S/N (dB) response for ECD.
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Delay quenching  Hardening Soaking time in

interval (S) temperature (°C) oil (S)
Optimum parameters for the best ECD 45 (A1) 820 (B3) 180 (C1)
Optimum parameters for the best core hardness 60 (A2) 800 (B2) 300 (C2)
Optimum parameters for the best combination of 60 (A2) 800 (B2) 180 (C1)

ECD, core hardness, and microstructure

Table 8. Illustration of the best possible condition for optimum ECD, core hardness, and the combination of core
hardness, ECD, and microstructure.

transformation at core rather than the bainitic transformation [21, 30], thus lowering the core
hardness values of the specimens. Similar effect may be held responsible for the drop in core
hardness values with the decrease in immersion time in oil [22].

Figure 4(C) shows the effect of control factors on the effective case depth. Here, the maximum
value of case depth is required to provide high wear resistance for longer period of time [33].
The most significant parameter was the delay quenching interval. Reducing the delay time
significantly improves the ECD, which may be due to the fact that rapid quenching hinders
the diffusion of carbon toward the core of the sample. Thus, we formed uniform and shallow
case depth during the hardening process. It was inferred from Figure 4(C and D) that best
parameters in terms of the ECD are Al (delay quenching of 45 seconds), B3 (hardening tem-
perature of 820°C), and C1 (soaking in oil for 180 seconds).

It was concluded that there is a contrast in the best results for ECD and core hardness. Therefore,
it was essential to establish a trade-off between the ECD and core hardness. Thus, we choose
A2 (delay quenching of 60 seconds), B2 (hardening temperature of 800°C), and C1 (soaking
in oil for 180 seconds), as the best condition. Soaking time in oil was the least significant fac-
tor; thus, it was chosen on the basis of the highest possible case depth. On the other hand, A2
and B2 were selected on the basis of core hardness because it was established in our previ-
ous studies that hard core will cause the premature failure of the components. Moreover, the
microstructural analysis of the samples hardened at 820°C shows the formation of relatively
higher amount of retained austenite (almost 25%, as shown in Figure 5(A)), which is a brittle
phase and may also undergo dimensional changes, because retained austenite will eventu-
ally transform into the martensite in service [17, 19, 30]. It is important to highlight that the
quantitative analysis was done with the software equipped with the LECO microscope, which
quantitatively gives the amount of each phase present in the microstructure. Dimensional
changes during the operation/service are deleterious, which may result in uneven load dis-
tribution between the matting parts. For example, the field failure investigations of different
components show the deviations in pitch circle diameter (PCD), face runout (FR), and back-
lash (BL) level for the components with relatively higher amount of retained (higher amounts
of retained austenite led to the dimensional changes in the components during the service).

On the other hand, samples processed at optimized conditions (A2, B2, and C1) showed a
coarse bainitic structure (Figure 5(B)), which is considered as one of the toughest structures
of steel [22, 23]. Moreover, the surface of the sample was covered with tempered martensite,
as shown in Figure 5(C).
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Figure 5. Optical microscope images of the samples: (A) microstructure of the sample processed at Al, B3, and C1
conditions; (B) microstructure at the core of the sample processed at A2, B2, and C1 conditions; (C) microstructure at
the surface of the sample processed at A2, B2, and C1 conditions; and (D) microstructure of the SAE 8620 low-alloy steel
prior to the carburizing.

Figure 5(D) shows the microstructure of the SAE 8620 alloy steel prior to the heat treatment.
It was observed that the microstructure is comprised up of fine grains with relatively higher
amount of pearlite dispersed with small amount of ferrite as well, as shown in Figure 5(D).
Thus, it can be concluded that the microstructure of the specimen is in the suitable range for
the heat treatment process. In the present study, the grain size was measured by using ASTM
standards whereas the amounts of ferrite (10%) and pearlite (90%) in the sample were ana-
lyzed by using the software equipped with LECO microscope.

3.3. Defect per million opportunities (DPMO) model

In order to gain deep insight of the optimized parameters predicted by the DoE array, DPMO
was calculated by using the following formula [12]:

no. of defects found in a sample
sample size x no. of defect opportunities per unit

DPMO =

x 10,00,000 @)

A number of defect opportunities were 24, which could be calculated by the help of cause and
effect diagram (not reported here). In short, the cause and effect diagram takes into account
both internal (environment, human error, machine error, machine constraints, etc.) and exter-
nal factors (carburizing time, carburizing temperature, carbon potential, hardening time, etc.).
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However, at least 10,000 experiments were conducted from the optimized set of parameters,
thatis, A2, B2, and C1, but no significant variations were observed. This may be due to the fact
that DoE approach takes into account almost all factors at the same time. Thus, the chances
for the deviations are minimized. DPMO for the optimized set of conditions was 83, which
is quite good according to the Six Sigma approach. Moreover, considering the complexity of
the gas carburizing process, it must be highlighted that achieving such a high reproducibility
of the surface treatment process is a challenging task, which was accomplished by the DoE
approach. The present study is believed to be helpful in further reducing the DPMO values
upon further improvements in this study.

4. Conclusions

The conclusions of this chapter are listed as follows:

1.
2.

SAE 8620 low-alloy steel was successfully case hardened under various conditions.

Control parameters and their levels for the gas carburizing process were selected on the
basis of fishbone diagram.

Taguchi design of experiment approach was applied to build L9 matrix.

Control parameters and their levels were studied in terms of ECD, core hardness, and
surface hardness.

DoE approach elucidated that the best parameters are delay quenching interval of 60 sec-
onds, hardening temperature of 800°C, and soaking time in oil for 180 seconds.

The samples processed at optimized parameters possessed coarse bainitic structure at core
and tempered martensite at the surface.

The optimized parameters were highly reproducible, as evaluated by the DPMO model.
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