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Abstract

The purpose of this research was to identify ways to achieve
a higher combination of strength and ductility, by character-
izing the relationships between the graphite and metal ma-
trix, alloy content, and tensile properties in ductile iron. The
characterization utilized standard physical metallurgical
tools including tensile properties, optical microscopy and
automated image analysis to measure ferrite content, grain
size, nodule count, nodule size and nodularity. In addition to
applying standard statistical parameters such as mean and
standard deviation, the study employed Pearson correlation
coefficient analysis, transmission electron microscopy, and
X-ray diffraction.

The overall objectives of the research were to:

e Identify chemical and matrix characteristics that
might be used to optimize the relationship between
graphite morphology, matrix, and mechanical
properties.

e Optimize the control needed to produce the desired
graphite and metal matrix relationships in a given
section size to produce the desired mechanical
properties.

e Improve the control and reduce the variation be-
tween mechanical properties measured in thin and
heavy sections.

The principal investigators initially analyzed representative
samples of grades 80-55-06 and 65-45-12 ductile iron, the
compositions and tensile properties were measured and sup-
plied by ten commercial foundries. From the original ten
foundries, the investigators received additional samples of
the two grades from four foundries and from an additional
source. A total of 53 samples were subjected to hardness and
mechanical testing. A total of 26 samples were subjected to
further testing for composition, microstructure, and strain
hardening behavior.

The results of the testing showed that the mechanical properties
varied as expected with ferrite content. The strength increased
as ferrite content decreased and ductility increased as ferrite
content increased, and ferrite grains almost always touched
graphite nodules. Manual and automated image analysis mea-
surements of ferrite content showed excellent agreement. In ad-
dition, final work on selected samples from this study showed
that the substructure of ferrite grains, as determined with X-ray
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diffraction or transmission electron microscopy, does not ap-
pear to influence ductile iron mechanical properties.

This study also determined that the combination of high
strength (>80 ksi ultimate and >55 ksi yield) and high elon-
gation (>12%) occurred when ferrite content was between
35 and 60%, and the ferrite colonies were discontinuous.
Furthermore, the study also correlated the mechanical
properties and microstructures to copper, manganese, Sili-
con, and copper + manganese contents.

Subsequently, the authors investigated the desired alloy
content relationship for developing these high strength-high
elongation properties. An additional key objective was to
investigate post solidification heat treatments to further op-
timize these composition-structure-property relationships.

To characterize the relationships between the graphite-metal
matrix, alloy content, and tensile properties in ductile iron,
the study utilized statistical tools to compute mean and stan-
dard deviation, Pearson correlation coefficient analysis, Stu-
dent t-testing, and design of experiments (DOE) methodology.

The investigators conducted a DOE methodology where the
following five key variables were investigated.:

e Section size (1 inch versus 3 inch)

e Inoculation (ladle versus ladle plus in-stream)

e Silicon content (nominally 2.2 versus 2.7 wt-%)

e Manganese contents (0.2 versus 0.45 wt-%)

e Copper content (0.3 versus 0.6 wt-%)

All mechanical properties, including both strength and duc-
tility, were lower in the 3 in. section size versus the I in.
section size. Various statistical testing and DOE analysis
showed that increasing Cu and/or Mn increased strength
and hardness while decreasing ductility and toughness (UT)
in both the 1 in. and 3 in. section sizes. In contrast, increas-
ing Si decreased strength and increased ductility. However,
varying Mn or Si was less effective than Cu in affecting the
properties in the 1 in. section size. The authors recognize
that all of these observations are consistent with the inherent
knowledge that has developed during the lifetime of ductile
iron. However, in this study the authors were able to begin
the process of confirming and quantifying the relationships
in a well-controlled dataset.



Based on the results of this study, the principal investiga-
tors chose to validate the DOE by casting additional 1 in.Y-
blocks of one of the DOE heats, which contained 2.6%S1,
0.3%Mn and 0.6%Cu. The results were almost precisely
duplicated with equivalent compositions, microstructures,
strengths and ductilities.

The Principal Investigators also investigated post solidifica-
tion heat treatments to refine grain size and further optimize
these composition-structure-property relationships. Heat
treatment trials were conducted by intercritically austenitiz-
ing and subjecting the samples to various cooling rates such
as still air cool, forced air cool, and oil quenching, with the
latter followed by tempering.

The most promising results were obtained with a start-

ing microstructure of 50% ferrite and 50% pearlite. After
heat treatment, the measured mechanical properties far
exceeded some of the study goals of >55 ksi YS, >80 ksi
ultimate tensile strength (UTS) and >12 % elongation.
Even though 12% minimum elongation was not achieved
through heat treatment, the quench and temper heat treat-
ments produced much higher strength and equivalent
ductility than many of the standard as-cast grades with
equivalent ductility. Mechanical properties obtained af-
ter intercritical austenitizing followed by either air cool-
ing or quench and temper heat treatment were as follows:
65 to 85 ksi yield strength (YS), 110 to 130 ksi UTS, and
8 to 9% elongation.

Keywords: ductile iron, ferrite, pearlite, heat treatment, mi-
crostructure, strength, ductility

Introduction and Study Motivation

Researchers have devoted a significant amount of work to
understand the relationship between solidification cooling
rate and mechanical properties of ductile iron.'”* Signifi-
cant work has also been conducted to relate some aspects
of graphite morphology and mechanical properties.* The
factors that remain elusive are processing variables that
influence mechanical property variations that occur in the
matrix when the graphite morphology seemingly remains
unchanged.

This publication summarizes the results of a multiphase
study to evaluate the ductile iron matrix contribution to
mechanical properties. Only key results are included;
for full details the reader should consult the project re-
ports.’”’

ASTM AS536 gives examples of the yield strength, tensile
strength and elongation relationships expected in ductile
cast iron. Table 1 below provides the information.

Frequently, both castings and separately cast test bars will
exhibit mechanical properties that are significantly bet-
ter than the required minimum values shown in Table 1.
One example is the information generated from testing a
ferritic ductile iron casting expected to have mechanical
properties that would be consistent with Grade 65-45-12
in Table 1.

The properties measured by the authors, shown in Table 2,%9
reveal that Grade 80-55-06 properties were achieved, while
still achieving the high elongation of Grade 65-45-12. The
etched microstructure for this material is shown in Figure 1.3°

This study was undertaken to build on the commercial obser-
vation of the aforementioned unconventional properties, some
initial research, and to study the relationship between the
structure and properties of ductile iron. The study searched for
casting conditions that produced the unconventional proper-
ties with the strength of a pearlitic grade and the elongation of
a ferritic grade, while using example materials from industry.

The study authors wanted to produce the following unique
combination of strength and ductility properties consistently:
1. Yield strength greater than 55 ksi
2. Elongation greater than 12%
3. SAE J434 Grade D5506 (03)
4. ASTM A536 Grade 80-55-06

The study authors intended to develop an understanding of the
relationship between alloying elements and properties in duc-
tile iron that is not yet routinely available to ductile iron pro-
ducers. This paper will review a Phase 1 study that included
a commercial foundry survey, statistical analysis, and fracture
path considerations. Then the paper summarizes how the au-
thors planned for research casting, based on the Phase 1 re-
sults; the paper gives the research casting details, the sampling
and DOE methodologies, and the effects of heat treatment.

Table 1. ASTM A536-84(2009) Tensile Requirements, Minimum Values

Property Grade Grade Grade Grade Grade
s 60-40-18 | 65-45-12 80-55-06 | 100-70-03 120-90-02
g psi 60,000 65,000 80,000 100,000 120,000
Tenshestangth MPa | 414 448 552 689 827
. psi 40,000 45,000 55,000 70,000 90,000
Yield strength MPa | 276 310 379 483 621
Elongationin 2 in. or 50 mm | % 18 12 6.0 3.0 20
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Literature Review

To the knowledge of the authors, no comprehensive research
work has been conducted to determine what is required to
consistently achieve 80-55-06 properties with a high amount
of ferrite. The extraordinary properties shown in Table 2 were
a prime motivation for extensively surveying the literature.

A global review of the cast iron literature from 1900 and duc-
tile iron literature from 1948 to the present was conducted. The
focus was on discerning published mechanisms related to grain
size and impurity content that also produced enhanced strength
and ductility. Of the 38 papers that fit the search criteria, nine
were read in detail and common aspects identified. The Hall-
Petch relationship'®!"® was confirmed in ferritic and austem-
pered ductile iron. In both microstructures, examples were
found where strength and ductility increased with smaller grain
size. In addition, higher purity alloys and anisotropic dendritic
structures were shown to enhance both strength and ductility.

The literature review showed that it was difficult to com-
pare the results in the various papers because the alloys, pro-
cesses, and metrics differed. Table 3 contains a comparison
of the strengths and ductilities reported in the seven articles
with the minimum values of two ASTM AS536 grades. Inter-
ested individuals are referred to Reference 5 for more details
about the literature review.

The Commercial Foundry Data Survey

Motivation

The objective of the first phase of this study was to survey
the properties in commercial castings from several found-
ries. A key thrust was to investigate the chemistry and mi-

crostructural parameters that produced combinations of high
strength and elongation.

Sample Procurement

select the four foundries related to the ability of the foundry
to be consistent, their ability to produce the desired property
range, and the evidence they provided regarding their quality
control capabilities. Several foundries that submitted sample
data fit these criteria and the decision was difficult. However,
in the end, the selected four foundries provided 53 samples
that served as the basis for this research. The principal investi-
gators labeled these four foundries E, G, H, and J.

The submitted 53 samples were obtained from 1-in. keel
blocks, 3-in. y-blocks, and sections from actual castings.
Three additional casting samples were included by the au-
thors. These additional samples were from a foundry cus-
tomer that had indicated the material had performed excep-
tionally well in their application and that the material had
the type of properties they were seeking for their ductile iron
application. Interested parties can refer to Reference 5 for
a comprehensive comparison of the processing parameters
and an assessment of properties.

. 25um

Figure 1. Etched microstructure for the iron with the
properties in Table 2.

Table 2. Mechanical Properties and
Microstructure for a Commercial Casting

To obtain the information required for this inves-  Gitimate Tensile Strength | Yield Strength, 0.2% Offset | % Elongation
tigation, the researchers estimated that a minimum MPa ksi MPa ksi %

of 50 ductile iron samples would be required. It 572 83.2 383 55.5 14.8
was desired to have some of these samples reflect % Pearlite % Ferrite % Nodularity
production castings with moderately high strength 32 60 95

(>55 ksi yield strength)
and high elongation
(>12%) to compare with

Table 3. Comparison of Elongation Values in the Literature versus
Minimum 12% Requirement for Two ASTM A536 Ductile Iron Grades

more traditional proper- R;f. (:};S} ";{s ; {E;} As-r::u“_ip_"el‘ tir:esct'rty Ct‘)l‘l‘lﬂ:lél"llst oln |

: ra a a minimum ductili experimental value
ties for the 65-43-12 and Grade 65-45-12 (448-310-12); minimum ductility = 12%
80-55-06 grades. 14 415 27 273 d = 22 um and A=119 ym

15 462 12 1 Perpendicular to dendrites
Initially, samples were col- 16 | 448 20 17 C & Si levels and inoculation
lected from ten foundries. Grade 80-55-06 (552-379-06); minimum ductility = 6%
Amone those. the prod- 15 565 16 2.7 Parallel to dendrites
g ’ pro 17 | 592 1.4 1.9 Unknown process/composition

ucts from four foundries 18 | 539 424 | 144 24 Vanadium and grain size
were selected for further 19 806 458 6.7 | 1.1 at 20 to 50% higher strength | As-cast condition with Sn added
study. The criteria used to 19 | 986 569 6.3 | 1.1 at 50 to 80% higher strength | Normalized condition with Sn added
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Mechanical Testing

The investigators tested a total of 56 samples to determine
tensile properties in accordance with ASTM E8 and Brinell
hardness in accordance with ASTM E10. Brinell hardness
was measured on 56 samples using 3,000 kg load and a
10mm diameter tungsten carbide ball. All tensile samples
utilized a standard 0.505 in. diameter by 2 in. gauge length
tensile bar, except for those obtained from the actual cast-
ings. Due to their small size, the castings were mostly tested
using 0.35 in. gauge diameter and 1.4 in. gauge length speci-
mens; a couple of casting samples were tested with 0.25 in.
gauge diameter and 1 in. gauge length specimens.

Table 4 shows the descriptive statistics for all the mechani-
cal testing conducted on the 56 commercial foundry sam-

ples. Reference 5 also contains a compilation of all the test
data from these 56 samples.

After considering the mechanical property results from
all 56 samples, 26 samples were selected for both quali-
tative and quantitative metallographic analysis as well
as determination of monotonic strength coefficient and
strain hardening exponent in accordance with ASTM
E646. Table 5 shows the results for this parameter test-
ing, as well as some less traditional variables that were
calculated.

Perhaps terminology definitions'® are needed for some of
the more nontraditional variables, especially those that were
calculated in Table 5. UTS is the ultimate tensile strength
measured on the engineering stress-strain curve.

Table 4. Descriptive Statistics for Measured Mechanical Properties on 53 Samples

%El Uniform
Brinell UTS ¥S % (at Elongation
Statistic|]  Hardness (ksi) (ksi) Elong. Fracture) %RA (%)
Mean 200 87.2 53.4 14.3 14.3 13.4 12.0
Standard Error 3.3 1.83 0.88 0.75 0.72 0.88 0.43
Median 201 89.6 53.8 13.2 13.2 11.4 11.688
Mode 182 #N/A #N/A #N/A #N/A 11.24 #N/A
Standard Deviation 24.2 13.31 6.40 5.43 5.26 6.37 3.10
Sample Variance 584.5 177.2 41.0 29.5 27.7 40.6 9.6
Kurtosis -0.79 -0.96 -0.37 0.30 0.23 0.32 0.81
Skewness 0.11 -0.09 0.33 0.51 0.47 0.93 -0.59
Range 98 49.28 26.7 22.308 21.055 24.719 12.886
Minimum 158 64.15 43.32 3.863 4318 3.082 4334
Maximum 256 11343 70.02 26.2 25.373 27.801 17.22
Sum 10579 4623.7 2831.5 757.0 757.4 T08.4 635.0
Count 53 53 53 53 53 53 53
Confidence Level(95.0%) 6.6639 3.6695 1.7643 1.4965 1.4509 1.7570 0.8538
Table 5. Descriptive Statistics for Calculated Mechanical Properties
(some on 53 and some on 24 samples)
Strain
Hardening | Section
(UTS-YS)/ | Toughness, | Exponent, | Modulus,
Statistic|] YS (%) UT (ksi-in/in) n In. (V/SA) Statistic
Mean 0.63 9.6 0213 0.37 Mean
Standard Error 0.010 0.33 0.0060 0.012 Standard Error
Median 0.632 9.9 0.207 0.40 Median
Mode #N/A #N/A 0.212 0.40 Mode
Standard Deviation 0.076 2.419 0.0294 0.088 Standard Deviation
Sample Variance 0.006 5.850 0.001 0.008 Sample Variance
Kurtosis| -0.325 1.51 2.868 1.991 Kurtosis
Skewness -0.237 -0.82 1.613 -1.620 Skewness
Range 0313 10.60 0.12 0.35 Range
Minimum 0.47 3.25 0.174 0.150 Minimum
Maximum 0.79 13.85 0.294 0.500 Maximum
Sum 33.22 510.48 5.119 19.838  |Sum
Count 53 53 24 53 Count
Confidence Level(95.0%) 0.0209 0.6667 0.0124 0.0242 |Confidence Level(95.0%)

10

International Journal of Metalcasting/Volume 8, Issue 4, 2014



YS is the yield strength measured at 0.2% offset strain on the
engineering stress-strain curve. Percent elongation was mea-
sured on the test samples after failure. %El at fracture (by
extensometer) was the total elongation determined with an
extensometer during the tensile test, which is sometimes ab-
breviated e. Percent RA is the original area measured on the
test specimen minus the fractured area of the test specimen,
and the subtraction result is divided by the original area.
Uniform elongation is the engineering strain to the point of
the maximum load in an engineering stress-strain curve.

The difference between the ultimate tensile and yield
strengths (UTS-YS) and

SH =100 * (UTS -YS)/YS Eqgn. 1

are methods of characterizing the strengthening in the plastic
strain range,”® normalizing the data for comparison purpos-
es. Toughness U, (ksi-in/in) is related to the area under the
stress-strain curve, as approximated'® for a ductile material
by the following formula:

U, =15 % (YS+UTS) * ¢, Eqn. 2

The strain hardening exponent (n) is the slope of log true
stress versus log true strain line in the plastic strain regime,
and the monotonic strength coefficient (K) is the true stress
at a true strain of unity.

One reason that the investigators determined the n-value was
the initial hypothesis that decreasing slope of the stress-strain
curve would allow ductile iron producers to achieve more
elongation at a given strength value. Accordingly, this would
maximize the likelihood of achieving the goal of this research,
namely high strength ductile iron with high elongation.

Metallography and Chemical Analysis

Transverse metallographic samples were obtained from the
shoulders of all 26 tensile samples selected for more inten-

sive metallographic analysis. In some cases, longitudinal
samples were sectioned and these included the entire gauge
section and fracture surface. All samples were mounted, pol-
ished, and etched in accordance with ASTM E3.

Ferrite content, nodule count and nodularity were de-
termined by image analysis in accordance with ASTM
A247 and E1245. Grain size was determined manually
by the comparison method in accordance with ASTM
E112. Chemical analysis was conducted on the samples
in such a way that at least two samples per each grade and
foundry were analyzed. The carbon and sulfur contents
were determined combustometrically and glow discharge
spectroscopy was used to determine all other elemental
contents.

The compositions are shown in Table 6. The quantitative
metallographic analysis results are presented in Tables 7 and
8 for the graphite and matrix characterization, respectively.

Correlation Analysis

Microsoft Office Excel® was used to conduct Pearson Cor-
relation Analyses. Correlation is a measure of the relation
between two or more variables. References 5 and 7 contain
the Pearson correlation matrix for all of the variables that
were measured or calculated. The results were organized by
groupings of measured mechanical test results, calculated
mechanical properties, compositions and quantitative metal-
lographic results.

Correlation is a measure of the relation between two or more
variables. The measurement scales used should be at least
interval scales, but other correlation coefficients are avail-
able to handle other types of data. Correlation coefficients
can range from -1.00 to +1.00. The value of -1.00 represents
a perfect negative correlation while a value of +1.00 repre-
sents a perfect positive correlation. A value of 0.00 repre-
sents a lack of correlation.

Table 6. Compositions Representing 56 Selected Samples, Wt%

Overall Cast Section

Sample # Foundry Grade Size c s P Si

2
23 G 80-55-06 3" Y-blocks
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Mn Cr N Mo V Al

351 0007 0.014 228 0.44 0.06 0.21 027 0016 O 7 0.037 0. 004 <0.005 4
348 0.006 0.017 225 0.35 0.07 0.21 023 0.011 0.016 0.58 0.040 0.020 <0.020 0.006 <0.005 4.24

Carbon
Cu Mg T sb ce 'sn EIu

(CE)

0015 0.57 0.037 0.020 <0.020 0,004 <0.005 4.27




Table 7. Quantitative Metallographic Results for Graphite on 26 Selected Samples

Automated Image Analysis® Manual Measurements
Overall Cast
Sample |Foundry| Grade | Section |nodularity | No9U® # of Class Maximu |Graphite
# Size Count |m Nodule| Volume Other observations
Size Fraction
76|54
(%) (mm?) (%) (um) (%)

a  Noclass 3 or larger nodules were detected
b Allautomated image analysis was conducted on 25 fields for a total analyzed area of 17.6 mm”’.

Discussion of Commercial Foundry Data Survey

Mechanical Testing and Microstructural Analysis

The authors compiled all of the data into a single Excel
workbook and subjected the results to copious statistical
evaluations. The initial step was to construct a correlation
matrix. The variables used for the correlation matrix in-
cluded all of the measured properties; the calculated prop-
erties for the 56 samples; the microstructures for the 26
samples; and the composition. The microstructure vari-
ables included all of the matrix features measured with
image analysis, ferrite content, pearlite content, and car-
bide; the ferrite content determined manually; the ferrite
grain size determined manually; and the graphite features
measured with image analysis, including graphite nodule

12

count, nodularity, and nodule size. Mechanical properties
were correlated with Mn, Cu and Si contents. Strength
and hardness were positively correlated (increased) with
increasing Mn and Cu contents, whereas ductility was
negatively correlated with those elements. Silicon had the
opposite effects on mechanical properties. Strength and
ductility values were negatively correlated, as would be
expected.

Much of the information to be presented in this report in-
volves use of automated image analysis (IA). In some cases,
comparisons are made with manual measurements where [A
was not used. Therefore, a comparison was made between
visual estimation of ferrite content and IA analysis of ferrite
content, which is the only parameter that was measured by
both methods. The results are shown in Figure 2.
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Table 8. Quantitative Metallographic Results for Matrix on 26 Selected Samples

Overall
Sample

Foundry

Image m:;:bc Manual Measurements
Cast Ferrite Pearlite
Grade Section :‘ ::: SFM"[:;V Ferrite Grain Size Volume Volume
e o o Frack Fracti Other observations

Volume | Volume

Fraction | Fraction | Ne3™ | oy | Surface |Core | Surface |Core
Nodules

(%) (%) ASTM # o) (A & | (A

No class 3 or larger nodules were detected

All grain sizes were estimated at 200X, except for these two acicular samples which were measured at 500X.
Measured grain size number was converted to 100X per mathematical relationship in ASTM E112.

Manual Estimate of Ferrite Content, %

All automated image analysis was conducted on 25 fields for a total analyzed area of 17.6 mm®.

Manual %f= 1.0949 (IA %F) x - 0.8027

R?=0.8947
100 —— @ Foundry E - MG Samples o .
Foundry G - MG Samples [ L
90
4 Foundry H - MG Samples /_,..//
80 4 Foundry J - MG Samples
Full Agreement 2]
70 ) r'S
All Data (Regression)
60
50
40
30
20
10
0
0 10 20 30 40 50 60 70 80 90 100

Ferrite Content by Stork Automated Image Analyzer, %

Figure 2. Comparison of automated image analysis v. manual ferrite content
determinations.
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The correlation was outstanding in that high linearity was ob-
served, as represented by a coefficient of determination (R?)
of nearly 0.9, and a slope of 1.09, which was nearly unity.

All of the mechanical properties behaved in accordance with
expectations based on ferrite content. Namely, as ferrite con-
tent increased, ductility increased, ultimate tensile strength
decreased, and yield strength decreased. Figure 3 documents
this relationship for tensile strength. (Note that this figure
only has 24 samples because quantitative metallographic
measurements for ferrite content were unavailable from 2 of
the 26 samples summarized in Table 8.)

80

Figures 6 and 7 show that elongation generally decreased
with increasing hardness and strength, and there was sig-
nificant data scatter at lower elongation values (below
12%). This scatter indicates that microstructure may play
a greater role in determining elongation than in determin-
ing strength.

Figure 8 shows that the ferrite grain size was generally fin-
er next to the graphite nodules versus those in “the matrix”
interior for any given value of yield strength.

Previous investigators'> have
demonstrated that section size
(cooling rate) had an influence
over these properties as well.
Although in the initial part of
this current study, section size
was not determined to be a fac-
tor, the reader should keep in
mind that the evaluated samples
did not allow the assessment of
a section size effect. This aspect
is important and should be a fac-
tor that is studied in the second 50
phase of this project. Consid-

ering that the two Foundry G

samples (the gray boxes on Fig-

ures 3 to 5) had the least amount &

70

Yield Strength, ksi

® Foundry E - MG Samples

Foundry G - MG Samples
# Foundry H - MG Samples
4 Foundry J - MG Samples

of ferrite, they did not display 0 10 20
the highest ultimate strength or
yield strength.

Figures 4 to 6 show that reason-
able correlations were obtained

30 40 50 60 70 80 80 100

Ferrite, %

Figure 3. Yield strength v. ferrite content for 24 selected samples.

UTS = 0.5185 (HB) - 16.251
R?=0.8866

between strength, ductility and =
hardness, regardless of micro-
structure in the 53 samples from 120
the foundries that formally par- -
ticipated in the study, i.e., the
three samples from the commer- 100

cial foundry that were labeled
Foundry “AA” in Tables 6 to 8 90
were excluded from the figures.

UTS, ksi

80
Although the two Foundry G
samples have, by far, the highest 70
pearlite content of the 53 foundry
samples, their 235-240 HB hard- 60
ness values were not the high-
est, indicating that section size =
(cooling rate) has an influence. -

@ Foundry E

Foundry G
¢ Foundry H
4 Foundry J

——Linear (Regression Line for All Data)

Becguse of the limited rtange.of 140 150 160
sections studied, the section size
effect was not determined in this

phase of the investigation. sample set.

14

180 190 200 210 220 230 240 250 260 270 280
Brinell Hardness, HBW3000

Figure 4. Ultimate tensile strength v. Brinell hardness for the entire 53 foundry
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Figure 4 showed that strength varied with one microstruc-
tural parameter (ferrite content); a similar result was ob-
tained for ductility.>” Although the literature suggested that
there might be a Hall-Petch ferrite grain size effect and the
initial author study suggested it might be present, Figure
8 shows that yield strength did not vary with grain size
for the commercial foundry sampling, and similarly insig-
nificant variation was found when correlating UTS v. grain
size as well as elongation v. grain size.

For all the standard tensile
properties v. grain size,
linear regression analysis
produced low coefficients 80

pearlite content of the matrix. As shown in Table 6, none of
the foundries in this investigation used tin.

As expected, based on over 60 years of experience with cast-
ing ductile iron, the correlation matrix (see Table 11) indi-
cated that silicon has a positive correlation with ferrite con-
tent. Furthermore, in decreasing order, copper, manganese,
titanium, molybdenum, and antimony are elements that
exhibit a negative correlation with the occurrence of ferrite

YS =-0.9472 * (%El) + 66.954

R’ = 0.6455

of determination (=~ 0.1)
for all six correlations.
(There were six correla-
tions because investiga- 70 *
tors separately considered
UTS, YS, and elongation
versus grain size, which
was measured both ad-
jacent to nodules and in
the matrix.) Furthermore,
plotting the strength data
in the standard d* Hall-
Petch format would lead 50
to the same conclusion

because the grain size var-

ied so little in this study.

It is possible that this lim- 40

YS, ksi

® Foundry E

Foundry G

4 Foundry H

A Foundry J
=——Linear (All Data for Regression Line)

ited ferrite grain size ver- 01 2 3 45 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28

sus Hall-Petch variation
is truly representative of
ductile iron overall. One
reason may be that fac-
tors such as the presence

% Elongation

Figure 5. Yield strength v. Brinell hardness for the entire 53 foundry sample set.

YS =-0.9472 * (%El) + 66.954

R? = 0.6455

of graphite nodules may 80
be of greater influence, or
at least disguise a Hall-
Petch grain size trend in
ductile iron. 70 ®

Alloy Content
Considerations
60

YS, ksi

Additional evaluations
were conducted with the
data to determine the ef- &
fects of composition. The 50
relationship between cer-
tain elements and ferrite
content was of specific

® + Foundry H - All Data

© Foundry E - MG Samples

Foundry G - MG Samples

< Foundry H - MG Samples

. Foundry J - MG Samples
® Foundry E - All Data
Foundry G - All Data

? _ 4+ Foundry J - All Data
o (o) =——Linear (All Data for Regression Line)

interest, particularly since 40

the ductile iron industry 01 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28

uses copper, manganese,
and tin to control the
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% Elongation

Figure 6. Yield strength v. elongation for the entire 53 foundry sample set.
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content. The combined copper and manganese contents had
the strongest negative correlation. However, Table 6 shows
that there were only two molybdenum content and two anti-
mony content levels.

The principal investigators of this study recognize that the
correlations with the elements stated above are restricted to
the ranges that were studied in this investigation and that
the number of data points are inconsistent with the guide-
lines expected for acceptable statistical analysis. However,
the foundry data survey

Using three-dimensional plotting capability and viewing
the relationships via the bubble presentation permits fur-
ther assessment of strength and ductility data with respect
to ferrite content. This three-variable correlation is shown
in Figure 13.

Essentially, Figure 13 shows that the “ideal ferrite” content
ranged from 40 to 60% for achieving the combination of >
55 ksi yield strength and > 10% elongation.

HB = -3.6265 * (%EI) + 251.4

phase of this investiga- R? = 0.6633
tion was intended to iden- 280
tify trends that could be
more stringently pursued S0 ® Foundry E
subsequently in the in- 260 Py Foundry G
vestigation. With this un- 250 U
derstanding, Figures 9 to 240 R
12 and the other results®’ T o 4 ‘ o
show the relationships be- § ~——Linear (Regression Line for All Data)
tween mechanical prop- @ 220
erties and the contents of g 210
elements that exhibited 2 ,gq
high correlation coeffi- E -
cients with yield strength = .
and elongation. E‘E L
170
This analysis indicates 160 o
that the combination of i
the desired yield strength -
E;SEZ‘I;;S;,)oilledoef:lgégg:;rsl 01 2 3 45 6 7 8 9 101112 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 28
of this investigation, re- . . . %Elongaﬂon_
quires the following con- Figure 7. Elongation v. Brinell hardness for the entire 53 foundry sample set.
ditions: 100
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tent of 0.28 to § 60
0.33%: and g ¢ /O °®
e the copper + R
manganese con- ‘g p ¥ ©
tents of 0.7% to 9 A o
*0.8%. ® &% A/ M e ® o o
2 e o o o
The plots also indicate that 20 9 A A_ 2
when lowering the copper
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the yield strength falls to Yield Strength, ksi
below 50 ksi. Figure 8. Ferrite grain size v. yield strength for 24 selected samples.
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Figure 11. Yield Strength v. Copper content for the 53 samples.
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Figure 13. Three dimensional plot showing elongation, yield strength and ferrite
content (shown in the plot legend and next to the plotted points). The diameter of
the circular “bubble” is proportional to the ferrite content. The points inside the
red square indicate the “ideal ferrite” content of about 40 to 60% for achieving the
target combination of 255 ksi yield strength and 210% elongation.

Silicon and carbon equivalent also positively influence
toughness. However, some of the elements that contribute to
increasing the strength and strain hardening exponent seem
to detract from toughness, namely (in decreasing order)
manganese, manganese + copper, and copper. This observa-
tion stands to reason since these elements are also known to
increase pearlite and strength.?!

Fracture Path Considerations
Additional observations are in order, particularly because of

the differences that were observed for samples that seem-
ingly had the same microstructure and yet had significantly

18

different properties. Table 13 shows data for four samples
that meet the strength requirements for Grade 80-55-06 but
had significantly different ferrite contents, and different but
relatively high elongation.

The principal investigators anticipated that the amount and
distribution of the ferrite and pearlite constituents might pro-
vide some insight as to the microstructural characteristics
that enhance the mechanical properties. The four castings
contained levels of pearlite ranging from 38% to 68%, and
yet all four met the specified properties of this grade of iron.
The microstructures of these four castings are shown in Fig-
ures 14 to 17.
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Some of the properties reported in Table 9 are as expected strength and ductility. When comparing the microstructures

and some are unexpected. The higher the pearlite content the of these two castings, some differences are apparent. In par-
higher the tensile strength and yield strength. However, it ticular, the ferrite colonies in casting #15 are less continuous
was unexpected that a casting (#13) with only 38% pearlite than in casting #52, where the ferrite extended from nodule
would produce sufficient yield strength and tensile strength to nodule. Multiple red lines have been superimposed on the
for this grade of ductile iron. micrograph in Figure 15 to illustrate the continuity of the fer-

rite colonies in casting #52. These lines pass through many
The difference in the properties of castings #15 and #52 were graphite nodules without crossing into a pearlite region. As
somewhat surprising. The two castings have essentially the shown by the single red line in Figure 17 for casting #15,
same pearlite content; however, casting #15 has both higher the ferrite colonies are more discrete with pearlite display-

Table 9. Specific Structure-Property Information for Four Selected Samples

. Nodule Pearlite Yield Tensile .
Sarl':l)ple Nod(t‘;;?nty Cougt Content | Strength | Strength Elor;gﬁa]hon
(mm™) (%) (ksi) (ksi)

11 93.9 144 68 63.4 109 10.0

15 95.7 160 61 62.6 104 13.3

52 98.4 214 62 55.9 93 10.2

13 97.1 184 38 56.0 92 13.7
D5506 Not Specified 55 80 6

J st _r > - [ ] - ,-m—-'n' aoyeil 2 Sav eLeE
Figure 14. Optical micrograph showing the matrix Figure 16. Optical micrograph showing the matrix
structure for sample 11. structure for sample 52.

4 ﬁ* '
Figure 15. Optical micrograph showing the matrix Figure 17. Optical micrograph showing the matrix
structure for sample 15. structure for sample 13.
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ing more continuity than the ferrite phase. The differences
in nodule count may have contributed to this characteristic,
where higher nodule count caused a greater continuity in the
ferrite phase due to the shorter mean-free path between nod-
ules. Tendencies for nodule alignment might also favor this
ferrite distribution.

Certainly, as the ferrite content is diminished, the continuity
of the ferrite phase will be reduced. This is readily apparent
in the microstructure of casting #11, see Figure 14, where
the somewhat lower ferrite content resulted in many more
discrete ferrite colonies — most colonies contain only one or
two nodules.

The authors propose the following mechanism to explain
this ferrite morphology formation:

e Some nodules nucleate austenite and are incorpo-

rated into the growing dendrite

*  Some nodules form late and are interdendritic

*  Alloys segregates during dendrite growth

e The dendrite core is rich in Si and poor in Mn

e The dendrite core favors proeutectoid ferrite

Table 13 shows some expected properties. For example,
higher pearlite content promoted higher yield and ultimate
tensile strengths. Table 9 shows some properties that were
unexpected because casting #13 with only 38% pearlite pro-
duced sufficient yield and ultimate tensile strength.

The principal investigators believe that the differences in
yield strength and tensile strength, shown in Table 9 be-
tween castings #15 and #52, are related to differences in
the continuity of the ferrite phase; namely, when the ferrite
is continuous, as in casting #52, the continuity decreases
the strength and elongation. When compared to casting
#52, the ferrite is more randomly distributed and there is
greater continuity of the pearlite in casting #15. The oppo-
site is true for casting #52. The ferrite colonies in casting
#15 are less continuous than in casting #52, where the fer-
rite extended from nodule-to-nodule, and the discontinu-
ous ferrite in casting #15 promoted both higher strength
and ductility.

Figures 18 and 19 show the following progress of cracking

in a tensile test:
1. The ferrite phase yields around nodules
2. Voids form between the nodule and the metallic

matrix

Voids in neighboring ferrite grains merge

4. Low strain-hardening in ferrite phase increases the
stress on the pearlitic constituents

5. Eventually, pearlite becomes overstressed and
transgranular cracks occur in the pearlite

6. These pearlite cracks become too large to sustain
the load

7. Fast (transgranular cleavage) fracture occurs in the
remaining metal ligaments

et

20

Figure 20 shows that the continuous ferrite decreases both
strength and elongation.

Figure 18. Optical micrograph showing ductile tearing
and microvoid coalescence in the ferrite grains of a
tensile specimen from sample 4.

a . a &b [/

Figure 19. Optical micrograph showing transgranular
cleavage fracture at and below the tensile fracture face
of a tensile specimen from sample 22.

—— High Strength & Ductility #15
Low Strength & Ductility #52 (Continuous Ferrite)

120

100
80
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40

Engineering Stress, ksi

20
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Engineering Strain, %

Figure 20. Stress-strain curves for two samples with

differing amounts of continuous ferrite. The continuous

ferrite decreases both strength and ductility.
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These observations are very similar to those of earlier investi-
gators'®?> who found that 0.2% offset yield strength decreased
linearly with the log of the mean free ferrite path in hypoeutec-
toid, eutectoid, spheroidized steels. The principal investigators
believe that the microstructural differences are responsible for
the differences in mechanical properties. Further work to deter-
mine the cause for ferrite colony formation to further maximize
mechanical properties is worthy of consideration.

Other less obvious issues are important in this discussion of
results, particularly as they influence strain hardening and
toughness. Strain hardening exponent decreased with increas-
ing ferrite content.>” Toughness decreased and tensile strength
increased with increasing strain hardening exponent.>’

The principal investigators believe that increasing the strain
hardening exponent (n) and toughness, as measured by ei-
ther the area under the stress-strain curve (UT) or the further
increase in strength beyond the onset of yielding, are two
properties that can serve as metrics for examining the opti-
mization of strength and ductility.

Optimizing ferrite content and reducing the continuity of ferrite
colonies, as well as decreasing the n-value may prove useful
for employing ductile iron in new applications that require high
toughness. Lower nodule count and avoiding nodule alignment
will most likely produce less connection of ferrite grains.

For the elements that were evaluated at sufficiently different
levels, the correlation matrix indicates that the strain harden-
ing exponent (n) is strongly and negatively influenced by in-
creasing silicon content (and increasing carbon equivalent).
The n-value is strongly and positively influenced by increas-
ing contents of the following elements in decreasing order:
copper + manganese, copper, and manganese.

Correlations Between Literature, Substructure,
and Mechanical Properties

The authors of reference 15 found that both the tensile
strength and the ductility increased when the tensile loading
was parallel to dendrites. This was explained by the pres-
ence of higher measured solute concentrations
in the interdendritic region and the fact that fer-
rite formed in bands along the austenite dendrite
center. This observation is somewhat consistent

Procedures and Results for
Experimental Castings Research

Motivation

Based on the results of the commercial foundry data sur-
vey, the principal investigators initiated subsequent research
to study castings that were poured at a single experimental
foundry and with a DOE methodology. The intent of this
research was to more explicitly identify the relationship be-
tween yield strength above 55 ksi and elongation above 12%
with the elements copper, manganese, and silicon. Other
variables in the DOE program included inoculation and sec-
tion size, and one selected condition was cast at a different
commercial foundry for verification purposes. Finally, post-
solidification heat-treatment trials were conducted to study
the effect of heat treatment on the strength-ductility balance.

Casting Procedures

The principal investigators worked with a sponsor foundry
to develop a DOE for this second phase. This sponsor also
agreed to conduct the melting, molding, and pouring that
was required. The procedures are summarized in this paper.
Full descriptions of the casting procedure are contained in
References 6 and 7.

A total of nine heats of iron were cast, varying the Cu, Mn,
and Si contents as shown in Table 10. Section size (1 in. ver-
sus 3 in.) and ladle versus ladle+in-stream inoculation were
additional DOE variables.

All casting procedures were designed and monitored such
that the metal in each test casting was produced as identi-
cally as possible. A common pouring basin was designed so
that three Y-blocks could be poured at one time, in either 1
in. or 3 in. Y-block molds.

The participating foundry cut each Y-block to obtain 1 x
1-in. bars for the 1-in. Y-blocks and 1 x 3-in. slabs for the
3-in. Y-blocks prior to shipment to the principal investiga-
tors’ laboratory. The heats were magnesium treated using

Table 10. Nominal Elemental Content Variation in the
Design of Experiments (Each heat also had a section size and

inoculation variation)

with the authors’ observation that ferrite colony cﬁggiﬁon Heat | Copper | Manganese | Silicon | - si
continuity reduced the strength and ductility of # # (k) (wi%) (wt%)
samples with nominally the same ferrite content. 1 1 0.3 0.2 2.4 - - -
2 2 03 02 28 - i +
Although the reviewed literature found that grain 3 3 0.3 04 24 - + -
size reduction increased the strength of some 4 4 03 05 28 - + +
irons, the effect was not pronounced unless heat 5 5 0.6 0:2 22 + - -
treatment' was involved. The authors of this pa- i J 08 03 26 * - +
per also found that the ferrite grain size did not 7 7 06 04 24 ol * -
influence the strength-ductility balance (e.g., see 8 11 08 0.4 27 i + +
Figure 8) in the as-cast condition. & (repeat) 12 06 03 25 + + +
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the sandwich technique. Once treated, the iron was trans-
ferred to a pouring ladle, inoculated, and the slag removed.
Tapping and pouring temperatures were similar among the
nine heats and recorded for each heat; these temperatures
respectively averaged 1,524 and 1,380C (2,776 and 2,516F).
The shakeout time for all molds was “overnight” to elimi-
nate any shakeout time variation. A “catsup cup” was used
to hold a “pinch” of inoculant to perform the in-stream in-
oculant requirement.

Each heat poured two molds with three 1-in.Y-block cavities
and two molds with three 3-in. Y-block cavities. Three of the
1-in.Y-blocks and three of the 3-in.Y-blocks were poured
with ladle inoculation alone. The other three 1-in. Y-blocks
and three 3-in. Y-blocks were poured with ladle plus stream
inoculation. Each heat represented one of the DOE composi-
tion variations. This process yielded three Y-blocks of each
section size for each DOE condition.

Design of Experiments Methodology

The DOE required eight individual heats of iron covering
all the chemistry combinations shown in Table 10. The el-
emental contents are actually measured values in that table,
but with low precision rounding to foster easier comparison
of the low and high values for each DOE alloying element
variable. The low and high levels of each of the DOE alloy-
ing element levels are indicated with minus (-) and plus (+)
signs, respectively. In some respects, some of the compo-
sitions were slightly off target, as indicated in red, but the
DOE methodology and results were not significantly affect-
ed. One additional heat of the high copper, manganese, and
silicon contents was poured for a repeatability check.

Metallography and Chemical Analysis

Chemical analysis was conducted on the samples in such a
way that all of the heats cast were analyzed in multiples. At
least four compositions per heat and at least two composi-
tions for each inoculation method and section size were ana-
lyzed. For Heats 1 and 2, significantly more compositions
were determined.

The carbon and sulfur contents were determined combus-
tometrically (LECO or ASTM E1019), and glow discharge
optical emission spectroscopy (GD-OES) was used to de-
termine all other elemental contents. Table 11 shows the
chemical analyses measured by the authors.

Multiple transverse metallographic samples were obtained
from tensile blanks for each heat. At least four samples were
tested for each heat and at least two metallographic samples
were analyzed for each inoculation method and section size.
For Heats 1 and 2, significantly more metallographic sam-
ples were obtained and analyzed.

All samples were mounted, polished, and etched in accor-
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dance with ASTM E3. Ferrite content, nodule count and
nodularity were determined by image analysis in accordance
with ASTM A247 and E1245.

Mechanical Testing

The principal investigators tested triplicate tensile samples
from various positions in selected Y-block locations for
Heats 1 and 2. For the other heats, duplicate samples were
tested for each combination of section size and inoculation
method. Tensile properties were determined in accordance
with ASTM ES8 and Brinell hardness was determined in ac-
cordance with ASTM E10. Brinell hardness was measured
on 56 samples using a 3,000-kg load and a 10mm diameter
tungsten carbide ball. All tensile samples utilized a stan-
dard 0.505 in. diameter by 2 in. gauge length tensile bar.
The same tensile properties that were measured in the earlier
foundry data assessment, as discussed earlier in this paper,
were measured in this section of the study.

Test Bar Location

Since it was anticipated that properties might vary with test
bar location, the optimum test bar location was determined
by testing samples from multiple locations in one of the
1-in. Y-Blocks and in one of the 3-in.Y-Blocks from Heat
#2, which were poured with ladle inoculation only. These
bars were mechanically tested and metallographic samples
from the test bars were evaluated. The purpose for this test-
ing was to compare the properties from the different loca-
tions in the Y-blocks and determine where to take the test
bars for the DOE comparison for the rest of the study. The
bottom location was selected for the 1-in.Y-blocks and the
middle-middle location was selected for the 3-in.Y-blocks.

Data Sets

Tables 11, 12, and 13 show the results obtained for all the
DOE conditions. Each mechanical property result in Table
16 represents the average of three tests for each DOE condi-
tion for Heats 1 and 2, and the average of two tests for all
the other heats. The compositions and metallographic results
in Tables 11 and 13 are not averages. The ranges of dupli-
cate and triplicate values were relatively tight in the multiple
measurements; therefore, the statistical analyses were con-
ducted without requiring the complexity of “missing data”
routines in the statistical analyses. The individual test results
are contained in Reference 6.

Comparison of Commercial Foundry Data with
Experimental Castings Results

Figure 21 shows a correlation of selected mechanical prop-
erties from this experimental castings study. The data are
plotted versus the results for different foundries from the
Commercial Foundry Data Survey. Generally good agree-
ment was obtained between the experimental castings prop-
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Table 11. Chemical Analysis of Experimental Castings, wt%

Overall | Cast | DOE
Sample Section Condition
# | size | #

Heat | \otd|Inoculation c| s P S Mn C| N Mo, V | A Cu Mg Ti| S | ce | Sn

In-Ladle Only .04 0.02 <0.01 0.012
In-Ladle & In-Stream A .04 0.02 <0.01 0.007
In-Ladle Only : 0.02 <0.01 0.006
In-Ladle & In-Stream A .04 0.02 <0.01 0.005

In-Ladle & In-Stream
In-Ladle Only
In-Ladle & In-Stream
In-Ladle

In-Ladle & In-Stream 341 0012 0.028 256 032 0.06 0.02 <0.01 0009 0008 059 0.040 0.010 <0.005 0.009 <0.005

BRLBVBIAIANIBS

1
2
3
4
§ 0.02 0,010 il
511 008 0.02 <0.01 0.008 0.60 0.042 0.010 <0.005 0.013
2
3
4

In-Ladle Only 338 0.012 0.029 251 0.31 0.06 0.02 <0.01 0.009 0.007 0.58 0.039 0.010 <0.005 0.009 <0.005
In-Ladle & In-Stream 3.36 0.010 0.026 2.58 0.31 0.06 0.02 <0.01 0.009 0.008 0.58 0.037 0.009 <0.005 0.010 <0.005
In-Ladle Only 3.31 0.011 0028 252 031 0.06 0.02 <0.01 0.009 0.007 058 0.039 0.010 <0.005 0.008 <0.005

Table 12. Average Mechanical Property Results Obtained for all the DOE Conditions

Average Uniform Strain | Toughness,
el Pl e oo ponnell |UTS (ksi) YS (ksi) | procit | %RA | % Elong. | Elongation | Hardening | UT (ksi-
No. ractu (%) | (SH).(%) | infin)

“

In-Ladle Only 152 65.3 4256 2141 240 219 15.8 534 118

25 1 In-Ladle & In-Stream 244 1138 618 B.€ 6.8

26 2 ad \ 247 1135 633 76 58 7.3 7.7

27 &3 227 929 538 4.0 3.0 3.7 40

28 4 228 912 557 386 32 3.5 37

2 8 11 ¥ 248 651 99 93 08

30 2 -1 85 89

31 3 23 33 33

33 8 12 1 In-Ladle & In-Stream 244 8.8 97

34 2 In-Ladle Only 245 9.2 99 X ]
35 3 In-Ladle & In-Stream 225 4.0 5.0 62.4 29
36 4 In-Ladle Only 231 3.0 2.9 52.4 21
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erties and those from the commercial foundries. Heats 4, and high manganese with high silicon condition was poured.

5, 6,7 and 11 from the experimental castings study exhib- Table 16 also shows that the mechanical properties for Heats
ited properties approaching the desired properties in Grade 11 and 12 were very similar, although the strengths of Heat
D5506, i.e., yield strength approaching 55 ksi, % elongation 12 were slightly lower than those of Heat 11, perhaps due
over 12% and ultimate tensile strength over 85 ksi, which is to the lower Mn content of Heat 12 (see Tables 14 and 15).
close to optimum in the commercial foundry survey. Hereafter, only the results from Heat 11 were used in the

statistical analyses.
Figure 22 plots one of the key mechani-

cal property parameters versus ferrite 80

content; correlations of the other key pa- < HH::; m x:g
rameter variations with ferrite content are - b8 el
contained in References 6 and 7. As was O Heat 5 from Phase 2
found in the Commercial Foundry Data 70 * T i 2 miﬁmmii

4 Heat 11 from Phase 2
x All Foundries from Phase 1
@ MINIMUM TARGET
=—Linear (All Foundries from Phase 1)

Survey, one of the other key parameters,
i.e., the percent strain hardening (%SH as
calculated in Equation 1) decreases with
increasing ferrite content above 40%.
However, the %SH is relatively constant
with significant data scatter at ferrite con-
tents below 40%.

YS, ksi

Data Repeatability

Through visual comparison of the du-
plicate and triplicate values, excellent 0 10 20 30
mechanical property repeatability within % Elongation

each heat and the DOE test condition Figure 21. Yield strength versus elongation for Phase 2 DOE results

were obtained. For a repeatability check, and Phase 1 results from commercial foundries. The shaded region
one additional heat of the hlgh copper shows the target properﬁes_

Table 13. Average Microstructural Image Analysis Results Obtained for all the DOE Conditions

Gmph“ﬂ Mean Std Dev
DOE | Heat Gast Section Nodularity | O™ | 4 ot Class | #of Class | #of Class | #of Class | M&IMUM | voy . | Ferite | Ferite

Hodie Fraction
(%)

o 1 11.24

* 1° 2 InLadle Only 9038 1094 2184 4758 3037 021 89.4 94 1368  0.89%
35 3 3 inladie&inSteam 83 1155 2025 483 2132 143 1192 989 1756 19
* & 4 In-Ladle Only 783 432 3083 1765 3847 1304 1415 96 798 134
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Analysis of Section Size Effect

The results in Tables 12 and 14 show that some of the prop-
erties for the 1 in.Y-blocks have more desirable values than
the properties for the 3in.Y-blocks.

Past research on ductile iron has shown that it can exhibit sec-
tion sensitivity,”>?* that is, thin section castings with rapid so-
lidification rates will display higher strength and hardness than
heavier section castings. The differences are primarily related to
(a) coarser cast structures (larger nodules), (b) a larger degree of
alloy segregation to the cell boundaries (interdendritic regions)
due to longer freezing distances, and (c) higher ferrite contents
and coarser pearlite lamellar spacing due to slower cooling rates
through the eutectoid transformation region.

With this in mind, the mechanical prop-

When comparing the tensile strength and % elongation in
the 1-in. and 3-in. Y-blocks, the reduction in properties was
much greater. The reduction in average tensile strength was
13% (97 ksi versus 84 ksi). The reduction in % elongation
was 25% (12% versus 9%), and even more substantial.
The principal investigators surmise that the reduction in %
elongation is directly related to the coarser cast structure
and greater alloy segregation in the 3-in. Y-blocks, and the
lower UTS values are consistent with a reduction in ductil-
ity. The calculation of % strain hardening reflects the same
loss in ductility with increasing section size, and this value
decreased from 73% to 63%, respectively.

The above analysis suggests that the section size effects
are more related to a limitation in ductility with increas-

erties of the 1-in. and 3-in.Y-blocks were 0 TR TP hiae

compared. The difference in mean hard- Heat 2 from Phase 2

ness between the 1-in. and 3-in.Y-blocks gl P

was significant (218 versus 205 HB, re- 70 O Heat 5 from Phase 2

spectively). The decrease in average hard- e el

ness (13 HB units) is relatively small when 4 A Heat 11 from Phase 2

compared with the full range in hardness 4k B o MNMOM TARGEY

(158 to 253 HB) for the variations in al- 2; 60 ol

loy content and matrix microstructures £ "o

in the 1-in.Y-blocks of all nine heats and al 9 ®o—©

inoculation conditions. Similarly, the dif- 5 $ + | ® ®

ference in mean yield strength between 50 5 ” *

the 1-in. and 3-in. Y-blocks was relatively

small (56 versus 51 ksi, respectively). The 0 o

decrease in average yield strength (5 ksi) is =] o

relatively small when compared with the 40

range in yield strength (45 to 65 ksi) for 0 10 20 30 40 50 60 70 80 20 100
% Ferrite

the variations in alloy content and matrix
microstructures in the 1-in.Y-blocks.

Figure 22. Yield strength versus ferrite content for Phase 2 DOE results.

Table 14. Average Results for the Two DOE Section Sizes

Section Size 1 inch 3 inch
STANDARD STANDARD
AVERAGES | DEVIATION | MINIMUM | MAXIMUM | AVERAGES | DEVIATION | MINIMUM | MAXIMUM
Brinell Hardness 218 32.3 158 253 205 28.8 150 238
UTS (ksi) 97 17.0 67 115 84 9.9 64 98
YS (ksi) 56 7.6 45 65 51 58 42 60
%EI at Fracture 13 4.9 5 24 9 6.5 3 22
Reduction of Area (RA), % 11 6.2 3 26 8 6.9 2 25
Elongation (%) 12 5.2 4 25 9 6.7 3 22
Uniform Elongation (%) 11 3.0 5 17 8 4.8 3 16
Strain Hardening (SH), % 73 10.9 48 88 63 12.8 44 85
Toughness, UT (ksi-in/in) 9 2.3 3 14 6 3.5 2 12
Nodularity (%) 93 3.2 84 97 82 6.0 70 92
Nodule Count (mm-2) 159 65.9 54 265 61 26.2 34 119
# of Class 7 (%) 28 12.4 14 49 20 52 14 32
# of Class 6 (%) 53 58 39 63 32 13.2 18 60
# of Class 5 (%) 18 13.4 0 40 42 10.8 13 53
# of Class 4 (%) 0 1.6 0 7 5 3.6 0 13
Maximum Nodule Size (pm) 79 19.9 51 124 127 17.4 93 161
Graphite Volume Fraction (%) 9 0.8 7 11 9 0.6 8 10
Mean Ferrite Volume Fraction (%) 34 27.7 4 92 30 28.2 3 90
Std. Dev. Ferrite Volume Fraction (%) 2 0.8 1 4 3 16 1 6
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ing section size, as opposed to a reduction in hardness
and strength. They also suggest that the effects of section
size, as studied in this investigation, are not nearly as pro-
nounced as the effects of alloy content and microstructure.

In order to determine the effect of the section size variation
statistically, the principal investigators performed two statis-
tical tests on the average data in Table 16. The first test was a
Pearson correlation matrix analysis, and the second test was
an unpaired and two-sided Student’s t-test.

Correlation Analyses

Microsoft Office Excel® was used to conduct Pearson Cor-
relation Analyses as discussed in the Commercial Foundry
Data Survey portion of this paper. References 6 and 7 show
the r-values obtained for the average mechanical properties,
key composition variables, and microstructural parameters
as a function of section size shown in Tables 12 and 13.
Table 14 shows that the ultimate tensile strength, nodule
count, and fine nodule size (% of Class 7 nodules) decrease
significantly with increasing section size from 1 in. to 3 in.
Furthermore, all mechanical properties (strength,

After multiplying the P-value by 100 to convert it to a per-
centage, 100 minus the P% gives the “percent confidence”
about stating that the 1 in. section size property differs sig-
nificantly from the 3 in. section size property. If the test’s
P-value is less than some chosen level (usually 0.05 or 5%),
then HO should be rejected and H1 accepted.

Figures 23 and 24 show “Box Plots” for the t-testing of two
key mechanical properties (hardness and tensile strength)
for the two section sizes; similar trends were found in yield
strength and elongation. Figure 24 is annotated to show the
values that are being plotted inside and outside the boxes,
and the captions for all four figures contain the rejection
probabilities (P-values) in percentage.

The t-tests showed that all the hardness and tensile proper-
ties drop in value as the section size is increased. The de-
creases in tensile properties are significant with greater than
90% confidence, i.e., P < 10%. The difference in hardness is
barely significant, with only 64% confidence, i.e., P = 36%.

ductility, toughness, and strain hardening) de- = e———— . ) :
creased with increasing section size. L Line inside box Top line of the box is
2751 is the median the bottom of the

Student’s t-Testing 250 |

Testing. A two-sample and two-tailed t-test is a
hypothesis test for two population means to deter-
mine whether they are significantly different. This
test essentially determines whether or not there are
significant differences between two sets of data.

Minitab® 15 was used to conduct Student’s t- g
2
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In this case, the two sets of data in Table 12 were
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separated, i.e., the collection of average mechani-
cal properties for the 1 in. section size was one
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dataset and the collection of average mechanical
properties for the 3 in. section size was the second
dataset. The means and standard deviations were
calculated for these two sets of data.

This procedure uses the null hypothesis that the difference
between two population means (p) is equal to a hypothesized
(H) value (HO: pl-p2 = 0 or pul = p2) and tests it against an
alternative hypothesis (H1: pl1#u2). One result of the t-test
is the value “P”. The rejection probability (P), also called
alpha (o), was measured for each of the dependent variables
versus section size in the t-tests. P ranges from O to 1.

The smaller the P-value, the smaller the probability that reject-
ing the null hypothesis is a mistake. The P-value is calculated
from the observed sample and represents the probability of in-
correctly rejecting the null hypothesis when it is actually true
(Type I error). In other words, it is the probability of obtaining
a difference at least as large as the one between the observed
value and the hypothesized value through random error alone.

26

Figure 23. Student t-test for Brinell hardness as a function of section
size with a 35.9% rejection probability (P-value).

), ksl

Ultimate Tensile

L inch 3inch

Figure 24. Student t-test for Ultimate Tensile Strength (UTS)
as a function of section size with a 2.8% rejection probability.
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Both the correlation analyses and the student’s
t-testing showed that section size gives differ-
ent mechanical property results and the data
should be analyzed further by statistical analy-
sis. All trends in composition, microstructure,
and mechanical properties were thus analyzed
separately for the 1 in. section size and for the 3
in. section size.

DOE Results

Correlation Analyses

The individual data for the 1 in. section size and
for the 3 in. section size were treated separately
in Pearson Correlation analyses that were per-
formed in the same manner as previously stated.
Again, the authors assigned a value of 1 to “In-
Ladle Only” and a value of 10 to In-Ladle & In-
Stream to maximize the “chance” of revealing a
correlation. The authors performed correlation
analysis between all variables for each section
size, and also eliminated all composition vari-
ables from the analysis to only study the elements
that were intentionally varied in the DOE, plus a
few major alloying elements. References 6 and
7 contain the mechanical property, composition,
and microstructural results for the 1 in. and 3 in.
section sizes.

Main Effects Analyses

Minitab was used to conduct “Effects” Analyses
from the DOE matrix for both the 1-in. and 3-in.
section sizes. Figures 25 to 29 contain “Main Ef-
fects Plots” for some of the key dependent me-
chanical property variables (responses) measured
in this study for the 1-in. section size versus the
independent DOE variables (stimuli) or “factors.”
Figure 25 is annotated to help explain the various
characteristics of a main effect plot. Other Main
Effect Plots are contained in References 6 and 7.
Also, the Main Effect Plots obtained for the 3-in.
section size were similar to those obtained for the
1 in. section size.

The key mechanical property response variables
are as follows: Brinell hardness, ultimate tensile
strength, yield strength, elongation, reduction of
area, toughness and strain hardening. A main ef-
fects plot is a plot of the means of the key mechan-
ical property variables at each level of a factor. In
this study, there were four factors (independent
variables or stimuli). The four factors were inocu-
lation method, silicon content, manganese content
and copper content, each varied at two levels, for
each of the section sizes (1 in. and 3 in.).
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Figure 27. DOE main effects plots for yield strength.
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The main effects plots utilized the raw response

data, and plotted points for the means at each level Tnocuation 1inch S 1mh

of the factor and connected them with a line. The &1

horizontal line in each plot is a reference line at 201

the grand mean of the response data. The program 151 . . s
also draws a separate plot for each factor-response 105 ,/

combination. A main effect occurs when the mean
response changes across the levels of a factor, and
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you can use main effects plots to compare the rela- e Omm 1 f;‘ade o o Calich =B
tive strength of the effects across factors. 5+
20 4
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Factorial Fit Analyses 15 e
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Although the main effects plots of the analyses show
the “magnitude” of the effects for the various vari- 01 . i . .
able combinations, these plots contain no statistical 0.18%Mn 0.45%Mn 0.28%Cu 0.60%Cu
significance information. Minitab was used to con-
duct factorial fit analyses for the Main and Interac-  Figure 28. DOE main effects plots for elongation.
tion Effects for both the 1 in. and 3 in. section sizes.
The rejection probabilities results from the factorial
fit analyses are contained in References 6 and 7.

12 Inocuation 1 inch Si 1inch
Pareto Charts of the Effects 10 /

Software was used to conduct Pareto analyses for 51
the Main and Interaction Effects. Figure 30 con-
tains a “Pareto Plot” for a selected key dependent
mechanical property variable (response) measured
in this study versus the independent DOE variables
(stimuli) or “factors” for the 1 in. section size. Sim-
ilar Pareto Plots were obtained for the other vari-
ables in the 1 in. and 3 in. section sizes and these
are contained in References 6 and 7. Figure 30 is
annotated to help explain the various characteris-
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The chart displays the Student’s t-value of each

main or interaction effect. Minitab draws a ref- t-statistic = 37.63 for effect of \
erence line on the chart. Any effect that extends %Cu on HB
past this reference line is potentially important. 200 \
Minitab uses Lenth’s method® to draw the line. o ] R i
The reference line corresponds to a rejection - \ g Albdh
probability of P or o equal to 0.05 or 5%. g CL; DSy ik
B

o = gepl

Summary of the Statistical Analyses g ] e
) 2 A0 to critical value of t-statistic =
Recall that the key mechanical property response g AC 2.09 (see top left of chart)
variables are as follows: Brinell hardness, ulti- £ :2:
mate tensile strength, yield strength, elongation, E ACD
reduction of area, toughness and strain harden- 3 A
ing, and that there were four factors (independent = ﬁ;.'f ]
variables or stimuli) as follows: Inoculation type, . . : :
o 0 10 20 30 40
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content, each varied at two levels, for each of the
section sizes (1 in. and 3 in). Figure 30. DOE Pareto Plot for the effects on hardness.
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For the 1 in. section size, Table 15 shows the key mechani-
cal properties as a function of the three statistical parameters
and the four DOE variables. Similar summary results were
obtained for the 3 in. section size but are not shown in this
paper. An “X” signifies that the stimulus had a significant
effect on the response, and a plus (+) or minus (-) sign indi-
cates the direction of the effect.

For both section sizes, the following trends were noted:

e Increasing Cu and/or Mn contents increased
strength and hardness

e Increasing Cu and/or Mn contents decreased duc-
tility and toughness (UT)

e Increasing Si content generally decreased strength
and increased ductility

e In all (but one minor case), inoculation had no ef-
fect on mechanical properties

Somewhat different trends were noted for the two section
sizes as follows:
e Varying Mn was more effective than Cu in affect-
ing the properties in the 3 in. section size
e Varying Si was less effective in the 3 in. section
size versus the 1 in. section size
*  Both strength and ductility were higher in the 1 in.
versus the 3 in. section size (also see Table 14)

Table 14 demonstrates that all the mechanical properties
(both strength and ductility) were higher in the 1 in. section
size versus the 3 in. section size. Since the properties were so
much lower in the 3 in. section size, the alloying effects were
less potent in the 3 in. section size. This aspect is consistent
with earlier section sensitivity work.??

For the most part, the addition of in-stream inoculation did
not significantly increase any silicon content, microstructur-
al, or mechanical property as com-
pared to utilizing ladle inoculation

the observed variations in mechanical properties, although
changing the copper content had the most potent main effect
on mechanical properties. A “main” effect means that there
is a relationship between any mechanical property (depen-
dent variable) and a single elemental content (independent)
variable. Table 15 and the Pareto plot in Figure 30 show
that a few two-way and three-way interactive effects in the
composition variables had some selected effect, but there
were no consistently effective interaction alloy terms. From
a practical standpoint, the copper addition effects of increas-
ing strength and decreasing elongation are consistent with
existing theory and practice.

It should be noted that the authors performed an evaluation
of the various microstructural parameters (e.g., nodule count)
as a function of changes in the DOE variables. However, the
trends in the data were not visually apparent in simple X-Y
plots of the data and the trends were not statistically signifi-
cant. Therefore, no such results are presented in this paper.

The Pearson Correlation Analysis and various statistical
routines conducted in the DOE showed that excellent vari-
ables and variable levels were selected for the DOE. Major
effects and their magnitudes were clearly identified, or they
were absent, so that strong conclusions could be drawn.

Alloying Trends

Examination of the data in Figures 21 and 22, as well as in
the DOE Main Effects plots in Figures 25 to 29 from this
study, show the following effects of the alloying elements:

e Copper is more effective than manganese in in-
creasing pearlite content, i.e., there is a more
negative correlation coefficient in the relationship
between copper and ferrite contents versus manga-
nese and ferrite contents.

Table 15. Summary of all DOE Statistical Test Results for 1” Section Size
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tive nor ineffective. In any event, Main Effect Plot 3 v T
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Rejection Probability Table X X X X X X X

As discussed above, the three al- Pareto Chart | X X X X X X X

loying variables all contributed to
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» Copper is also more effective than manganese
in increasing strength. Figure 33 shows that the
high-Cu experimental casting alloys #5 and #6
have higher yield strength and elongation combi-
nations than the trend line from the Commercial
Foundry Data Survey. In contrast, the high-Mn
experimental casting alloys #3 and #4 have lower
yield strength and elongation combinations than
the trend line from the Commercial Foundry Data
Survey.

Selection of a Heat for Validation

The principal investigators selected one heat composi-
tion to confirm the results from the foundry that cast the
DOE heats. It was important that one of the eight DOE
heat compositions was selected to ensure that an uncon-
trolled variable did not enter into the study. However, a

secondary hope was that the verification heat might have
the best opportunity to achieve the simultaneously high
strength and ductility targets. Foundry E from the Com-
mercial Foundry Data Survey was chosen for casting the
verification heat.

Based on the results of this study, particularly in Table 10
and Figure 21, the principal investigators chose to validate
by casting 1-in.Y-blocks of Heat #6. The three main ele-
ments in the study were Si, Mn, and Cu. Nominal aim for the
verification heat with these three elements was as follows:
2.6% Si, 0.3% Mn, and 0.6% Cu. Other details of the casting
operation are contained in Reference 6.

The verification results are shown in Table 16. The re-
sults of the new repeat heat essentially duplicated those of
DOE Heat #6 with equivalent composition, microstructure,
strength and ductility.

Table 16. Results from Verification Heat “V” vs. Heat 6 (in red) from DOE Study

Overall Sample #| 60 | 61 [ 90 | 91 | 92
Cast Section Size| 1"Y block
Heat #| 6 6 \ Vi \'i V
Replicate A B Ave A B C Ave.
Mold| 2 2 1
Inoculation| In-Ladle
Position| Bottom Bottom Bottom Bottom Bottom
Brinell Hardness 246 246 246 239 232 231 234
UTS (ksi) 112.5 112.9 112.7 110.8 111.5 111.4 111.2
YS (ksi) 63.87 64.3 64.1 62.6 63.3 63.0 63.0
%El(at Fracture by Extensometer) 10.9 10.1 10.5 8.7 10.1 9.2 9.4
%RA 8.0 8.3 8.1 6.3 17 7.5 7.2
% Elong. 10.8 10.0 10.4 7.4 9.8 8.6 8.6
Uniform Elongation (%) 10.7 9.8 10.2 8.7 9.8 9.2 9.2
(UTS-YS)/YS (%), 76.1 75.5 75.8 771 76.2 76.8 76.7
Toughness, UT (ksi-in/in) 9.5 8.8 9.2 6.4 8.6 7.5 7.5
Nodularity (%) 96.5 96.5 95.7 95.9 95.8
Nodule Count (mm) 168 168 141.5 133.4 137.5
# of Class 7 (%) 304 304 26.1 25.5 25.8
# of Class 6 (%) 58.8 58.8 56.7 56.2 56.5
# of Class 5 (%) 10.8 10.8 17.1 18.2 17.6
# of Class 4 (%) 0 0 0.1 0.0 0.1
Maximum Nodule Size (um), 70.6 70.6 98.9 83.2 91.1
Graphite Volume Fraction (%) 8.9 8.9 9.0 8.9 9.0
Mean Ferrite Volume Fraction (%)) 15.0 15.0 13.3 14.9 141
Std Dev Ferrite Volume Fraction (%) 1.31 1.31 1.0 1.2 1.1
C 3.49 3.49 3.71 3.68 3.69 3.69
S| <0.005 <0.005 0.009 0.008 0.008 0.008
P 0.029 0.029 0.012 0.014 0.013 0.013
Si 2.71 2.7 2.62 2.61 2.62 2.62
Mn| 0.28 0.28 0.34 0.35 0.34 0.34
Cr| 0.04 0.04 0.06 0.06 0.07 0.06
Ni 0.02 0.02 0.02 0.02 0.06 0.03
Mo <0.01 <0.01 0.01 0.01 0.01 0.01
V 0.006 0.006 0.018 0.019 0.021 0.019
Al 0.009 0.009 0.012 0.012 0.013 0.012
Cu 0.57 0.57 0.59 0.58 0.58 0.58
Mg 0.04 0.04 0.05 0.054 0.053 0.052
Ti 0.01 0.01 0.010 0.012 0.012 0.011
Sb| <0.005 <0.005 <0.005 <0.005 <0.005 <0.005
Ce 0.01 0.01 0.010 0.011 0.008 0.010
Sn| <0.005 <0.005 <0.005 <0.005 <0.006 <0.006
Carbon Equivalent (CE)| 4.40 4.40 4.59 4.55 4.57 4.57
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Heat Treatment Effect

A few unconventional heat treatments were employed on
selected alloys from the experimental castings research por-
tion of this study in an attempt to produce fine-grained mi-
crostructures, which might exhibit improved combinations
of mechanical properties. The inspiration for this investiga-
tion was provided by an earlier study?” wherein heat treat-
ment in the intercritical region produced a microstructure
consisting of fine-grained acicular austenite in proeutectoid
ferrite. When quenched from the intercritical temperature,
the acicular austenite transformed to martensite, and the as-
quenched microstructure displayed a significant amount of
grain refinement over the as-cast structure.

It was also anticipated that air-cooling from the intercriti-
cal temperature will produce a similar fine-grained structure
consisting of acicular pearlite in ferrite. Indeed, one of the
sponsors submitted a commercial casting with such a micro-
structure, as shown in Figures 31 and 32. This commercial
casting displayed mechanical properties of 225 HB, 66 ksi
YS, 105 ksi UTS, and 10% elongation.

In typical cast iron alloys, which contain substantial amounts
of silicon, the eutectoid transformation region contains a
three-phase field where austenite, ferrite and graphite co-ex-
ist. The three-phase region is shown in Figure 33. In conven-
tional ductile iron chemistries, the lower critical and upper
critical temperatures are separated by anywhere from 67 to
89°C (120 to 160°F). Upon heating between the lower and
upper critical temperatures, the volume fraction of austenite
increases with temperature. Upon exceeding the upper criti-
cal, the remaining ferrite disappears and a 100% austenite
structure develops.

While heating in the intercritical region, the metallic matrix
is partially austenitized by recarburization of the ferritic-
pearlitic matrix. It is hypothesized that recarburization of the
matrix occurs by the dissolution of graphite and the diffusion
of carbon along the ferrite grain boundaries that intersect the
graphite nodule. Subsequently, carbon migrates from the
grain boundaries into the ferrite matrix along intercrystalline
planes to produce lenticular grains of austenite within the
ferrite grain. The austenite grains nucleate and grow from
the ferrite grain boundaries outward into each ferrite grain,
as depicted in Figure 34. Once equilibrium is achieved, the
resultant microstructure consists of numerous acicular aus-
tenite grains surrounded by the parent ferrite grains which,
at the intercritical temperature, are stable and in equilibrium
with the austenite phase. At higher intercritical temperatures
the austenite fraction is high and the acicular structure is
well-developed.

When quenched in oil from the intercritical temperature, the
austenite transforms to martensite, producing a relatively
high-strength material with modest ductility. On tempering,
the martensite becomes tempered and ductility improves.
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Figure 31. Optical micrograph of commercial casting
that was probably intercritically heat treated. 2% nital,
Original Magnification (OM) = 50X.

Figure 32. Optical micrograph of commercial casting
that was probably intercritically heat treated. 2% nital,
Original Magnification (OM) = 500X

Temperature

Wt. Pct. Carbon

Figure 33. Schematic of a portion of a Fe-C-Si phase
diagram illustrating the three phase region where
austenite, ferrite and graphite coexist.
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Depending upon the tempering temperature, the extent
of martensite tempering varies and the balance between
strength and ductility changes.

Alternatively, with air-cooling, the fine-grained austenite
that formed at the intercritical temperature will transform to
pearlite colonies with an acicular morphology, resulting in a
fine-grained ferrite-pearlite structure.

Note: A grain signifies one crystallographic orientation.
Therefore, a “pearlite grain” is never a proper usage
since there are two sets of crystallographic orientations in
pearlite, i.e., one crystallographic orientation in the ferrite
phase and the other orientation in the cementite phase. The
acicular terminology is used herein to describe a single set
of crystallographic orientations in the cooperative growth
of ferrite and cementite, which forms a single “microstruc-
tural unit” of pearlite. In one textbook,” a pearlite nodule
combines with one or more other pearlite nodules to form a
colony, i.e., a pearlite nodule is a subset of a colony. In an-
other literature source,”® which reviews multiple references
of pearlite formation, a pearlite colony is a subset of a pearl-
ite nodule. In any case, the smaller unit that is equivalent to
a grain of proeutectoid ferrite is under discussion herein.

The proportion of ferrite and pearlite is somewhat dependent
on the cooling rate. It is anticipated that with slower cool-
ing some austenite will decompose to ferrite and graphite
prior to reaching the pearlite nose. Consequently, the fine-
grained structure developed during intercritical heating may
become somewhat degraded on air-cooling. It is not pos-
sible to inhibit austenite from reverting to ferrite, except by
rapid quenching in oil or by forced-air cooling. (Alloying
with copper and tin may also cause the austenite to be more
stable, but here we are studying heat treatment alone.)

The proportion of ferrite and acicular austenite that develops is
a function of the intercritical temperature and chemical compo-
sition. As demonstrated earlier,”” chemical composition has a
significant effect on the upper and lower critical temperatures in
ductile iron. The optimum amount of austenite (and the proper
intercritical temperature) required to achieve the best mechani-
cal properties must be determined by experiment.

For this investigation, Conditions #20, #44 and #52 (see
Table 11) were selected for the heat treatment study. These
three samples represented equivalent section size (1 in.) and
inoculation (In-Ladle & In-Stream) of three different heats,
i.e., Heats 2, 4, and 5 in Table 15, respectively. These three
heats represent alloys having as-cast microstructures con-
sisting of predominantly ferrite, an equal mixture of ferrite
and pearlite, and predominantly pearlite, respectively.

Three heat treatment trials were conducted. For the sake of
brevity, Reference 21 contains the mechanical properties
and microstructures for the first two trials although the de-
scriptions are included in this paper.
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First Heat Treatment Trial

The first heat treatment study was conducted with 5/8 in.
by I in. by 1 in. samples with variations in heat treatment
temperature and cooling rate. All the conditions involved
heating for one hour at the intercritical heat treatment tem-
perature, followed by still-air cooling, forced-air cooling or
oil-quenching, where quenching was performed. When tem-
pering was performed, the samples were tempered for two
hours at the tempering temperature.

The same intercritical temperatures were chosen between
the upper and lower critical temperatures, which were cal-
culated from published work.?” The upper and lower critical
temperatures varied slightly for the three Heats 2, 4 and 5.

The microstructures of the heat treated samples were gen-
erally refined as compared to the as-cast samples, which is
consistent with the significant increase in hardness of the
small samples versus the as-cast condition. Upon examina-
tion of the microstructures, the results showed that the best
starting microstructure prior to heat treatment is a fully fer-
ritic material. Furthermore, the microstructures of the heat
treated samples were very similar to those that the investiga-
tors examined at the outset of this study for the commercial
castings that were shown in Figures 31 and 32.

Second Heat Treatment Trial

Subsequently, in a second series of heat treatment experi-
ments, Y-block legs were heat-treated to selected heat treat-
ment cycles quite similar to those of the first heat-treatment
trial. The tensile properties and hardness of these heat-treat-
ed Y-block legs were determined.

While the hardness increased with heat treatment of the small
samples, the trend was less pronounced when full tensile sections
were heat treat-
ed. Although the
heat treatments
were designed ) Ferrite
to produce mi- Fary
crostructural
manipulations
to search for
trends, only the
heat treatment
of sample 4
showed some
promise versus
its as-cast con-
dition, wherein
the  strengths
remained con-
stant but the re-
duction in area
increased.

Grain Boundary

Figure 34. Hypothetical illustration
depicting the nucleation and growth
of lenticular austenite grains on
ferrite grain boundaries during the
recarburization of the metallic matrix
on heating above the lower critical
temperature.
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Although the second heat treatment trial samples showed
general structural refinement as compared to the as-
cast samples, section size during heat treatment strongly
affected the hardness and microstructure balance. Much less
structural refinement was observed in the heat treated tensile
blanks as compared to the small samples.

Third and Final Heat Treatment Trial

The previous experiments with intercritical (IC) heat treat-
ment indicated that at the IC temperature, the microstructure
consists of “acicular” austenite grains in ferrite. The acicular
austenite grains had limited stability on cooling from the in-
tercritical temperature to below the lower critical tempera-
ture (A ). With small test samples, the desired microstruc-
ture was achieved. However, with air-cooling of the 1 x 1 x 6
in. Y-block leg, the austenite partially decomposed to ferrite
and graphite, the hardness and tensile properties decreased,
and the ferrite content increased.

For the third and final heat treatment experiments, the heat
treatment temperatures and cooling rates were adjusted.
Only Y-block legs from Heats 2 and 4 were chosen for heat
treatment. The following three different approaches were
investigated:

1. Forced-air cooling of the Y-block leg should help
to inhibit decomposition of the austenite to ferrite
before reaching the pearlite nose.

2. With still air-cooling, it was anticipated that excess
austenite decomposition will occur. Therefore,
still-air cooling from a higher intercritical tempera-
ture was attempted. In this manner, the final pearl-
ite content will remain relatively high.

3. Oil-quenching was repeated and two lower tempering
temperatures were applied to try
and develop a fine-grained acicu-

the second heat treatment trial and apply still-
air cooling.

e Conduct hardness, tensile testing and metallog-
raphy (including determination of % ferrite)

Experiment #3: (Y-block legs from Heats #2 and #4)

*  Heat treat from a similar intercritical tempera-
ture (see Table 17) as the second heat treat-
ment trial and oil quench

e Then, temper for 2 hours at two different tem-
peratures (between SO0F and 900F) to vary the
hardness and mechanical properties

e Conduct hardness, tensile testing and metallog-
raphy (including determination of % ferrite)

Tables 17 and 18 show the results. The most promising con-
ditions to meet the >55 ksi YS, >80 ksi UTS, and >12%
Elongation goals are shown in red in Table 18.

All of the third trial heat treatment data are also plotted in
Figure 35 for comparison with the as-cast properties of the
materials from the commercial foundry data survey and the
DOE study, as well as the yield strength and elongation
specifications for the standard grades 40-18, 45-12, 55-06,
70-03, and 90-02. Figure 35 shows that the quench and tem-
per heat treatments exhibit much higher strength at equiva-
lent ductility than the normalized heat treatments, the Phase
1 trend line, and the specifications for the standard grades.

Several conditions exceeded the goals of this study. Al-
though the 12% elongation minimum was not quite achieved,
the Q&T produced higher strengths at equivalent ductilities
for many of the lower strength grades in the as-cast ASTM
AS536 grades. The most promising results were obtained by

Table 17. Results of Third Heat Treatment Trials

lar martensite in ferrite, having a

higher hardness and strength Sample | Heat Starting -I|'-1 temmial Hza;T;es:tT:;: Brinell Ferrite
g gth. ID No. Microstructure cz:gilt;ir : nure ubseq Hardness | Content
. . . #20 As-Cast (No Heat Treatment) 158 92
The following experiments were performed: 54 Fac 1525F + Forced Air Gool 183 73
Experiment #1: (Y-block legs from Heats [2B-AC 2 92%F-8%P | 1545F + Air Cool 232 38
#2 and #4 2C-Q&T-L 1525F Q&T at 800F 300 27
) .. . 2D-Q&T-H 1525F Q&T at 925F 283 45
e Heat treat from similar in-
tercritical temperatures (see | #44 As-Cast (No Heat Treatment) 196 51
4A-FAC 1525F + Forced Air Cool 195 67
Table 17) as the second heat - 755e=— | 51%F-49%P | 1545F + Air Cool 245 39
treatment trial and apply [4C-QaT-L 1525F Q&T at 800F 323 22
forced-air cooling 4D-Q&T-H 1525F Q&T at 925F 296 55

e Conduct hardness, tensile
testing and metallogra-

Table 18. Mechanical Properties Resulting from Third Heat Treatment Trial

ph}{ (including .deterrnl— Sample | o« | Condition | Hardness YS, ksi uTs, %El %RA | Ferrite

nation of % ferrite) D HBW:2800 kal %
1 2 2A-FAC 183 52.5 84.0 11.0 15 73
2 2B-AC 232 61.0 103 11.6 9.0 38
Experiment #2: (Y-block legs from 3 2 2C-Q&T-L 300 79.5 133 7.0 6.0 27
4 2 2D-Q&T-H 283 78.5 126 8.0 7.0 45
Heats #2 and #4) . 5 4 4A-FAC 195 57.5 90.5 9.6 15 67
*  Heat treat from a higher 6 2 4B-AC 245 67.0 | 110 | 90 | 8.0 39
intercritical temperature 7 4 4C-Q&T-L 323 89.5 140 34 35 22
(see Table 17) versus 8 4| 4D-Q&T-H 296 85.0 | 132 7.6 5.5 35
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quenching and tempering the heat with 100
a starting 50:50 ferrite pearlite ratio. For
the still-air cooled and forced-air cooled
samples, the ferrite content decreased
significantly over those of heat treatment
Trial 2, and the combinations of strength 80

and ductility were promising. :

70

YS, ksi

Figures 36 to 39 show typical micrographs
for the conditions colored in red in Table
18. Selected phases are labeled in Figures 60
37 and 39. These heat treated samples
exhibit significant structural refinement

90 -.

3rd Heat Treatment Trial Q&T

3rd Heat Treatment Trial Normalizing
Heat 1 from Phase 2

Heat 2 from Phase 2

Heat 3 from Phase 2

Heat 4 from Phase 2

Heat S from Phase 2

Heat 6 from Phase 2

Heat 7 from Phase 2

Heat 11 from Phase 2

All Foundries from Phase 1
MINIMUM TARGET

DI Grade Specifications

= Linear (All Foundries from Phase 1)

o0 .

3 '
Jﬂ'
L ]
1 @X PP OCee

as compared to the corresponding micro- »
graph for the as-cast condition from Heat
#4, which is shown in Figure 40. 40

0

It is interesting to note that, when plot-
ted against ferrite content, the yield
strengths of the heat-treated test bars are

v o) ! 'gl I v ; 'y T = 1
Figure 36. Third Heat Treatment Trial, Sample ID 6, Heat
4, Condition 4B-AC (1545 F Intercritical plus Air Cool).
2% Nital, 100X.

T Via S S © .0
Figure 37. Third Heat Treatment Trial, Sample ID 6, Heat
4, Condition 4B-AC (1545 F Intercritical plus Air Cool).
Constituent A is an acicular pearlite colony, constituent B is

ferrite, and constituent C is a graphite nodule. 2% Nital, 500X.

34

10 20 30
% Elongation

Figure 35. Results of the Third Heat Treatment Trials with the as-cast
data from Phase 1 and Phase 2.

;5 IEAgG, MO S

Figure 38. Third Heat Treatment Trial, Sample ID 8, Heat
4, Condition 4C-Q&T-H (1525 F Intercritical plus Q&T at
925F). 2% Nital, 100X.

Figure 39. Third Heat Treatment Trial, Sample ID 8, Heat
4, Condition 4C-Q&T-H (1525 F Intercritical plus Q&T
at 925F). Constituent A is an acicular martensite grain,
constituent B is ferrite, and constituent C is a graphite
nodule. 2% Nital, 500X
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generally higher than those of the as-cast materials of this
study, see Figure 41. The elevated ferrite content in the
heat-treated alloys is expected to provide improved ma-
chinability when compared to as-cast materials produced
to the same strength level.

It should be noted that intercritical heat treatments have also
been studied by others. There is a relatively common grade
of austempered ductile iron that consists of austempering
from an intercritical temperature. An alternate form of in-
tercritical heat treatment has also been described by Franco
Zanardi.*® The properties achieved by Mr. Zanardi overlap
those of this study. However, Mr. Zanardi’s heat treatment
parameters were not well documented, and are unavailable
for discussion in this paper.

Figures 42 and 43 show that the results of this heat treatment
study point to partial success towards fulfilling the original
goals of this study. Figure 42 shows that many of the heat
treated castings have greater strength and greater ductility
than as-cast materials. Figure 43 shows that the better prop-
erties were obtained in several of the R&D castings versus
commercial castings and standard ductile iron specifications.

Conclusions

Based on the results of the commercial foundry data survey,
the following conclusions were reached:

1. The traditional relationship between ferrite content
and ductile iron mechanical properties was con-
firmed and quantified. As ferrite content increases,
strength in the form of ultimate strength and yield
strength decrease, and elongation increases.

2. The literature predicts that decreasing grain size
strongly increases yield strength but can only be
accomplished with post solidi-

ment and ferrite grains almost always touch graph-
ite nodules.

6. The contiguous nature of ferrite colonies appears to
be related to mechanical properties. An increase in
ferrite colony continuity reduced the strength and
ductility of samples with nominally the same fer-
rite content and graphite parameters, and a similar
strength reduction with the dendrite alignment di-
rection was reported in the literature.

Based on the results of this DOE investigation, the following
conclusions were reached:

1. Both correlation analysis and the Student’s t-testing

showed that section size gave different mechanical

property results. Some of the properties obtained

Figure 40. Optical Micrograph of ferritic-pearlitic as-cast
sample #44 from Heat #4. 2% nital, Original Magnification
(OM) = 100X

fication heat treatment. The re- 100
sults of this study confirmed that

Heat-Treated YS = -0.629*%Ferrite + 98.518

3rd Heat Treatment Trial
Heat 1 from Phase 2

o

R =0.691

trend, although finer grain size
was measured adjacent to graph-
ite nodules.

3. The alloying elements copper, 80
manganese, copper + manganese
and silicon strongly influence the
occurrence of ferrite and, just as
importantly, can be numerically
correlated to the resulting me- 60
chanical properties.

4. An ‘“ideal” range for copper,

920

70

YS, ksi

Heat 2 from Phase 2
Heat 3 from Phase 2
Heat 4 from Phase 2
Heat 5 from Phase 2
Heat 6 from Phase 2
Heat 7 from Phase 2
A Heat 11 from Phase 2

> OO0 & &

= Linear (3rd Heat Treatment Trial)

= Linear (All Heats)

As-Cast YS = -0.1927%Ferrite + 59.388 o
R’ = 0.6486 0 o

manganese, copper + manga- 59

nese, and silicon can be related

to achieving yield strengths in n

excess of 55 ksi combined with 0 10

elongations that exceed 12%.

5. Manual and automated image
analysis measurements of ferrite
content show excellent agree-

International Journal of Metalcasting/Volume 8, Issue 4, 2014

20 30 40 50 60 70 80 20 100
% Ferrite

Figure 41. Results of the Third Heat Treatment Trials with the as-cast
data from Phase 2. Note that the heat treated samples (red) have
higher ferrite contents than the as-cast samples.
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for the 1-in.Y-blocks were better than the proper-
ties for the 3 in.Y-blocks. The section size effects
were more related to a limitation in ductility with
increasing section size, as opposed to a reduction in
hardness and strength. The effects of section size,
as studied in this investigation, were not nearly as
pronounced as the effects of alloy content and mi-
crostructure.

All trends in composition, microstructure and
mechanical properties were analyzed separately
for the 1 in. section size and for the 3 in. section
size. Correlation Analysis as

well as routines in the DOE

. . 100 -
analysis (Main Effect Plots,

predicting composition, structure, and mechani-
cal properties. This conclusion is based on the fact
that the DOE indicated that the variables selected,
namely section size, silicon content, copper con-
tent and manganese content accounted for the main
effects that were evaluated. Of course, substantial-
ly more variations than the “two levels” required
for the DOE would be necessary to develop these
relationships.

Heat treatment trials were conducted by intercriti-
cally austenitizing and subjecting the samples to

= 3rd Heat freatmem TriaF'Q&T
3rd Heat Treatment Trial Normalizing

Pareto Charts, and Rejection
Probability testing) showed 20

[0 Heat 1 from Phase 2

that increasing Cu and/or
Mn increased strength and

Heat 2 from Phase 2
# Heat 3 from Phase 2
# Heat 4 from Phase 2
©  Heat 5 from Phase 2

©  Heat 6 from Phase 2
A Heat 7 from Phase 2

Heat 11 from Phase 2
*  All Foundries from Phase 1

. 80 :
hardness while decreas- A
. oo 1
ing ductility and toughness % .
(U)). In contrast, increasing ;_ 70 o
.
>

Si decreased strength and in-

® MINIMUM TARGET
DI Grade Specifications

> _““ - :SE =
creased ductility. However, 60 o ‘Ni =, 2l }Ei [ Linear (All Foundries from Phase 1)
varying Mn or Si was less A o

effective than Cu in affect-
ing the properties in the 1 in. 50

section size.
The Pearson Correlation

Analysis and various statis-
tical routines conducted in
the DOE showed that ex-
cellent variables and vari-
able levels were selected
for the DOE. Major effects
and their magnitudes were

10 20 30

% Elongation

Figure 42. Results of the Third Heat Treatment Trials with the as-cast
data from Phase 2. Note that the heat treated samples (red) have greater
strength and greater ductility than the as-cast commercial foundries line
and the as-cast R&D castings.

O Heat 1from Phase 2

clearly identified, or they 100
were absent, so that strong
conclusions could be drawn. .

| Heat 2 from Phase 2
Heat 3 from Phase 2

Based on the results of this
study’ the PrlHClpal In_ 2 phA s
vestigators chose to vali- 80 '

Heat 4 from Phase 2
Heat 5 from Phase 2
Heat 6 from Phase 2

date the DOE by casting '

P OO @ @

Heat 7 from Phase 2
Heat 11 from Phase 2

1 in. Y-blocks of Heat 6 .

(with 2.6%Si, 03%Mn £ 70 b e e |
and 06%Cu) at a different > B b A& = = DI Grade Specifications

foundry. The results of the 6“:\“{9.'% : ¥ x ——Linear (All Foundries from Phase 1)

new repeat heat essentially 60 g v o I i

duplicated the microstruc-
ture and tensile properties of

the DOE Heat 6. "
The Principal Investigators

have also concluded that the 40
results of this investigation 0

mark the beginning of work
that will ultimately result in
a mathematical relationship
(alloy factors) capable of

10 20 30

% Elongation

Figure 43. Results of the as-cast data from Phase 2 versus commercial
products from all the foundries of Phase 1 and the DI grade definitions.
Note that the desired properties were obtained in several of the DOE heats.
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various cooling rates such as still air cool, forced
air cool, and oil quenching, with the latter followed
by tempering. The most promising results were ob-
tained with a starting microstructure of 50% ferrite
and 50% pearlite. After heat treatment, the mea-
sured mechanical properties far exceeded some of
the study goals of >55 ksi YS, >80 ksi UTS and >12
% elongation. Even though 12% minimum elonga-
tion was not achieved through heat treatment, the
quench and temper heat treatments produced much
higher strength and equivalent ductility than many
of the standard specifications for as-cast grades
with lower strength. Mechanical properties ob-
tained after intercritical austenitizing followed by
either air cooling or quench and temper heat treat-
ment were as follows: 65 to 85 ksi YS, 110 to 130
ksi UTS, and 8 to 9% elongation.
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