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Abstract 
 

Previous studies in steel cleanness have been hampered by limited control of inclusions’ 
phase and composition. This limited control is often a result of studying inclusion 
formation and development using industrial steel melts and the inclusions therein as 
starting material. This is an extremely complex situation and not always readily 
amenable to analysis. A new experimental laboratory technique has been developed that 
allows addition of inclusions of known, size, phase and composition to be added to 
liquid steel. These inclusions can then be tracked and changes in morphology with time 
can be assessed for different melt conditions. The technique involves the formation of a 
steel-oxide compact, where high-purity inclusions are sandwiched in steel foil at high 
pressure. This compact is added to a steel melt of controlled and known composition. 
The use of this sandwiching technique overcomes problems of passing small particles 
(inclusions <50 µm) through the gas-melt interface and inclusion agglomeration. Details 
of the technique are presented and discussed and results applying this new technique in a 
reactivity study using cerium oxide as a synthetic inclusion in steel are given. 
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Introduction 
 
There is an ever increasing demand for cleaner steels, that is, those with low oxide 
inclusion content, and better control of the composition, morphology and size of the 
inclusions. This demand has highlighted the limitations of our current knowledge in 
controlling and predicting inclusion development during liquid steel processing [1]. Key 
knowledge gaps in this area are primarily a result of the complex nature of the problem. 
There is uncertainty with respect to the changes in phase and morphology of the 
inclusions with steel processing. In particular, there are difficulties controlling the initial 
composition and phase of the inclusion in what are extremely complex reaction systems 
and predicting when an inclusion is liquid for a given set of conditions. This difficulty in 
control and prediction has given rise to uncertainty in detailing and understanding 
inclusion morphology changes in steel refining. This is true whether these are on an 
industrial scale or simply the steel used in the laboratory experiments [1-21]. 
 
Industrial steel melts have a complex chemistry and potentially a complex array of 
inclusion types. This can often obfuscate any cause and effect analysis with respect to 
the refining process. To overcome this, there have been a number of studies that have 
used synthetic steel made from high purity reagents [11-20] (as opposed to steel from 
the industrial processes), then formed the inclusions in situ. Control of how the 
formation is achieved and what inclusions form is difficult experimentally.  
 
Normally synthetic inclusions are not added to a steel melt because of the difficulty in 
getting inclusion past or through the melt-gas interface and doing this without significant 
agglomeration of the particles. Kang et al. [21] produced synthetic MgO.Al2O3 spinel to 
study the formation mechanism of calcium aluminate inclusions from spinel. In their 
experiments, synthetic spinel pellets were placed on top of the melt sample. CaC2 used 
as Ca source was positioned in a hole drilled into the melt sample. They analysed the 
interface between the steel and spinel pellets to determine the reaction phases formed. 
While this study gives useful information on the reaction chemistry it does not address 
important size (surface energy) effects and does not readily translate to changes in 
inclusion size and morphology in industrial processing.   
 
Classical metallography and SEM analysis techniques for inclusions in steel have been 
widely used to analyse the morphology and composition of inclusions in liquid steel. 
While much has been learned using these techniques, they are time consuming and can 
be highly selective in the inclusion types found/studied that raise the issues of the 
representative nature of inclusion and its importance in steel processing. New techniques 
(ASCATTM, ASPEXTM and ESPRIT SteelTM) that allow automatic SEM inclusion 
analysis of large numbers of inclusions have been developed to address these issues. For 
example they are able to detect, size and analyse up to 5000 inclusions per hour, a 
process that would previously have taken weeks manually [1, 8, 22]. Judicious 
application of these new techniques in inclusion studies is likely to lessen the uncertainty 
in inclusion analysis. 
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A further problem in laboratory studies in steel cleanness is that there is a tendency for 
the crucible material (usually Al2O3 or MgO) to react with the inclusions, thereby 
“cleaning” the steel. The principle problem when this happens is finding any inclusions 
in the steel. This problem can be overcome by use of levitation techniques or doping of 
the steel with excess synthetic inclusions and using one of the aforementioned automatic 
inclusion analysis techniques. 
 
In this paper a new laboratory experimental approach to the study of inclusion reactivity 
is presented. The new method uses controlled addition of inclusions of known size, 
phase and morphology to a steel melt and the use of automatic SEM inclusion analysis 
to improve the understating of inclusion reactivity steel. The primary focus of the results 
presented in this paper is to validate the inclusion addition technique.  
 
Experimental materials and methods 
 
The experimental work has focused on establishing the efficiency of the new 
experimental technique; specifically how effective the inclusion addition and sampling 
techniques were.  A steel melt is heated to the experimental temperature of 1600°C 
under controlled atmosphere conditions then synthetic inclusions were added using the 
method described below.  See figure 1 for a schematic diagram of the experimental set-
up used. Suction samples (~5g) using a quartz tube were taken periodically throughout 
the experiment. At the end of the experiment the melt plus crucible were rapidly cooled 
by lowering the crucible/melt assembly into the cooling chamber. Suction samples and 
the rapidly cooled melt were then analysed using classical SEM-EDAX, ESPRIT and 
ASPEX systems.  In these experiments synthetic inclusions based on laboratory grade 
zirconia and cerium oxide were used as they were not present in the melt alloy and could 
therefore be used as doping agents/tracers to assess the efficiency of the inclusion 
addition technique. Zirconia and cerium oxide powders were supplied by Z-Tech and 
Sigma-Aldrich, respectively. 
 
In this study the steel melt used was supplied by BlueScope Steel, the composition of 
which is given in Table 1. Inclusion compositions of this steel were in the Ca-Al-S-O 
system. The selection of this specific steel was based on ready availability and economy. 
In future studies the steel melt composition will be controlled and synthetic steel will be 
produced from laboratory grade materials.  
 
Table 1. Chemical composition of steel used in this study (mass %). 
 

C Si Mn S Ca Al Otot 
0.069 0.3 1.421 0.001 0.0009 0.033 0.0015 

 
Inclusion addition 
To add the synthetic inclusions to the steel, a technique was developed that overcomes 
problems of the passage of the inclusions through the gas-melt interface and inclusion 
agglomeration. It involves sandwiching the inclusions between two steel plates at high 
pressure (50 tonne). A schematic of the pressing set up is given in Figure 2. The result is 
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steel-inclusion sandwich or compact. It is this steel sandwich that is added to the steel 
melt. A view of the steel plates before and after pressing is given in Figure 3.   
 
The initial size of the zirconia and cerium oxide additions before pressing was 15 and 50 
µm, respectively. After pressing the size was approximately 5µm for both inclusion 
types.  The plates used in the pressing process were interstitial free steel.  
 

 
Figure 1. Schematic diagram of experimental set-up. 
 
Experimental set-up 
The experimental set-up is schematically presented in Figure 1. A resistance heated 
vertical tube furnace was used in this study. A 300g steel melt was held within a 
magnesia crucible. Additions of the inclusion containing compacts and metal sampling 
could be done through a central alumina tube, and the final melt could be rapidly cooled 
by lowering the crucible into a water cooled chamber. 
 
In order to achieve low oxygen potentials, argon and carbon monoxide gases were used. 
The gases were passed through a gas cleaning system to remove moisture, CO2 and 
oxygen before introducing them to the system. A partial pressure of oxygen of 8x10-10 
atm was measured at the experimental temperature via an in situ zirconia based oxygen 
probe.   
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Figure 2. Schematic diagram of sandwiching technique. 

 

         
Figure 3. The comparison of the view of two steel disks before and after pressing. 
 
Results and Discussion  
 
Inclusions with ZrO2  
A typical micrograph and EDAX analysis of an inclusion containing zirconium from a 
rapidly cooled steel melt at the end of the experiment, taken using the ESPRIT automatic 
inclusion analysis system, is given in Figure 4.  Inclusions containing Zr were found but 
were always associated with Al2O3 or calcium aluminate type inclusions. There was no 
evidence of discrete ZrO2 inclusions. One possible reason for this could be that there 
was little contrast between ZrO2 inclusions and the surrounding steel in the 
backscattered electron imaging used to locate the inclusions. The size of the typical size 
of zirconia containing inclusions was ~1µm which may have been due to the break-up of 
the inclusions under experimental conditions or by reaction with the Al2O3 inclusions. 
For these reasons, CeO2 was proposed as a more appropriate tracer to confirm the 
efficiency of the addition technique.  
 

~50 ton 

after(~20 mm square, 0.2 mm thick) 
 

before (~10 mm square, 6mm thick) 
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Figure 4. Image of a calcium aluminate inclusion in the remaining steel sample with Zr 
rich areas highlighted under FEGSEM. 
 
Inclusions with CeO2  
Figure 5 shows the positions of inclusions detected within a sample area of 42 mm2 
using the ASPEX system. There were 1460 inclusions in total of which 9% contained 
Ce. The size classification of inclusions with Ce with other inclusions such as Al2O3 and 
CaO.Al2O3 is given in Figure 6. The inclusions are divided into 4 size classes ranging 
between 1 to 20 µm. Inclusions were distributed randomly across the sample area, and a 
majority were smaller than 5 µm. The majority of Ce containing inclusions were again 
attached to other inclusions. Only two discrete CeO2 inclusions were detected in this 
field of view.   
 
The attachment of the Ce containing inclusions to the inclusions originally in the steel is 
not considered a major problem. The steel used in this study is an industrial steel.  It is 
envisaged that in future studies a synthetic steel will be used prepared from laboratory 
grade materials.  This synthetic steel should have minimal inclusion content and will be 
of a controlled composition.  
 
More in depth elemental analysis of Ce containing inclusions was conducted using 
SEM-EDAX. Figure 7 shows the mapped images of a typical Ce containing inclusion in 
a rapidly cooled melt sample. The elemental analysis clearly shows that this inclusion is 
a discrete CeO2 particle. The CeO2 particle was brighter than the surrounding steel and 
thus could be easily distinguished in backscattered mode in the SEM. The results 
indicate CeO2 inclusions added to the system were successfully incorporated into the 
steel melt and the sandwiching technique has high potential to be used in inclusion 
studies. 
 
Steel samples taken from the melt using quartz tubes were also analysed. One or two 
inclusions including CeO2 were found in each sample. The distribution, size and 
composition of the inclusions in these samples were similar to the rapidly cooled final 
melt. Additionally, the interface between steel sample and crucible wall was 

Zr rich region 

       [wt.%]  [at.%]                                 
---------------------- 
Fe K    47.64   27.37             
O  K    22.92   45.98             
Al K    15.88   18.89             
Zr L    7.81    2.75             
Ca K    2.93    2.34             
Ti K    1.01    0.68             
Mg K    0.86    1.13             
Si K    0.54    0.62             
Mn K    0.41    0.24             
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investigated. There was no evidence of cerium at the interface between the crucible and 
melt. This indicates that the added inclusions were predominantly within the steel melt.  
 
The presence of Zr and Ce containing inclusions within the steels indicate that the 
addition of the inclusion containing compacts successfully introduced inclusions in to 
the molten steel baths. This is considered a validation of the inclusion addition 
technique. Application of this inclusion addition technique, should allow better control 
and delineation of the inclusion reactivity in the study of steel cleanness.  
 

 
Figure 5. The position of the inclusions found in steel sample remained in the crucible 
(measured by ASPEX). 
 

 
Figure 6. Size distribution of inclusions in steel sample remained in the crucible 
(measured by ASPEX). 
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Figure 7. Mapping images of CeO2 inclusion in liquid steel taken from remaining steel 
sample by SEM-EDAX 
 
Conclusion  
 
A technique was developed to enable the addition of inclusions of known size, 
morphology and composition to liquid steel by sandwiching inclusions between two 
steel plates prior to addition to the melt. This sandwich was added to a steel melt of 
known composition. The effectiveness of this addition technique was evaluated by 
examining the chemistry, morphology and distribution of inclusions in samples taken 
from the melt with time and in the residual melted steel.  
 
Zr and Ce containing inclusions were detected and their composition, size and 
distribution in liquid steel were measured. The results indicated that the synthetic 
inclusions produced in the laboratory scale can be successfully added and detected in 
liquid steel.  
 

steel 

CeO2 



 9 

Acknowledgements 
 
The authors would like to acknowledge the support of BlueScope Steel Metallurgical 
Centre funding for this project as well as the help of Ray K. Cantrill from BlueScope 
Steel Limited Central Laboratory for chemical analysis of steel samples using ASPEX.   
 
References 
[1] S. R. Story, R. J. Fruehan, T. J. Piccone and M. Potter: "Inclusion Analysis to 
Predict Casting Behavior", Iron & Steel Technology  1(2004), 163-169. 
 
[2] J. Björklund, M. Andersson and P. Jönsson: "Equilibrium between slag, steel and 
inclusions during ladle treatment: comparison with production data", Ironmaking & 
Steelmaking, 34 (2007), 312-324. 
 
[3] B. Coletti, B. Blanpain, S. Vantilt and S. Sridhar: "Observation of calcium 
aluminate inclusions at interfaces between Ca-treated, Al-killed steels and slags", 
Metallurgical and Materials Transactions B, 34 (2003), 533-538. 
 
[4] J. M. A. Geldenhuis and P. C. Pistorius: "Minimisation of calcium additions to 
low carbon steel grades", Ironmaking & Steelmaking, 27 (2000), 442-449. 
 
[5] M. A. G. Herrera: "Improvement in surface quality and internal cleanliness of 
thin-slab casting at HYLSA", Iron Steel Technol., 2 (2005), 34-40. 
 
[6] G. Okuyama, K. Yamaguchi, S. Takeuchi and K. I. Sorimachi: "Effect of slag 
composition on the kinetics of formation of Al2O3-MgO inclusions in aluminum killed 
ferritic stainless steel", ISIJ International, 40 (2000), 121-128. 
 
[7] E. B. Pretorius, H. G. Oltmann and T. Cash: "The Effective Modification of 
Spinel Inclusions by Ca Treatment in LCAK Steel", Iron & Steel Technology, 7 (2010), 
31-44. 
 
[8] V. Singh, S. Lekakh, E. Martinez and K. Peasleea: "Optimization of Calcium 
Treatment to Improve Cleanliness of Cast Steel", MS&T 2009 Proceedings, Columbus, 
Ohio, 2009. 
 
[9] S. R. Story, G. E. Goldsmith, R. J. Fruehan, G. S. Casuccio, M. S. Potter and D. 
M. Williams: "A Study of Casting Issues Using Rapid Inclusion Identification and 
Analysis", Iron & Steel Technology   3(2006), 52-61. 
 
[10] S.-f. Yang, J.-s. Li, Z.-f. Wang, J. Li and L. Lin: "Modification of MgO·Al2O3; 
spinel inclusions in Al-killed steel by Ca-treatment", International Journal of Minerals, 
Metallurgy, and Materials, 18 (2011), 18-23. 
 
[11] S. Bao, X. Wang, L. Zhang, S. Yang and K. D. Peaslee: "Improving Steel 
Cleanliness through Slag Refining", AISTech Proceedings, 2008. 



 10 

 
[12] V. Brabie: "A study on the mechanism of reaction between refractory materials 
and aluminium deoxidised molten steel", Steel Research, 68 (1997), 54-60. 
 
[13] C. H. Chang, I. H. Jung, S. C. Park, H. S. Kim and H. G. Lee: "Effect of Mg on 
the evolution of non-metallic inclusions in Mn-Si-Ti deoxidised steel during 
solidification: experiments and thermodynamic calculations", Ironmaking & 
Steelmaking, 32 (2005), 251-257. 
 
[14] Y. Higuchi, M. Numata, S. Fukagawa and K. Shinme: "Inclusion modification 
by calcium treatment", ISIJ International, 36 (1996), 151-154. 
 
[15] T. Kimura and H. Suito: "Calcium deoxidation equilibrium in liquid iron", 
Metallurgical and Materials Transactions B, 25 (1994), 33-42. 
 
[16] K. Larsen and R. J. Fruehan: "Calcium Modification of Oxide Inclusions  ", 
Steelmaking Conference Proceedings, Detroit, Michigan; USA, 1990. 
 
[17] S. C. Park, I. H. Jung, K. S. Oh and H. G. Lee: "Effect of Al on the evolution of 
non-metallic inclusions in the Mn-Si-Ti-Mg deoxidized steel during solidification: 
Experiments and thermodynamic calculations", ISIJ International, 44 (2004), 1016-
1023. 
 
[18] K. H. Sandhage and G. J. Yurek: "Indirect Dissolution of (Al,Cr)2O3 in CaO—
MgO—Al2O3—SiO2 (CMAS) Melts", Journal of the American Ceramic Society, 74 
(1991), 1941-1954. 
 
[19] C.-W. Seo, S.-H. Kim, S.-K. Jo, M.-O. Suk and S.-M. Byun: "Modification and 
Minimization of Spinel(Al2O3xMgO) Inclusions Formed in Ti-Added Steel Melts", 
Metallurgical and Materials Transactions B, 41 (2010), 790-797. 
 
[20] N. Verma, P. Pistorius, R. Fruehan, M. Potter, M. Lind and S. Story: "Transient 
Inclusion Evolution During Modification of Alumina Inclusions by Calcium in Liquid 
Steel: Part I. Background, Experimental Techniques and Analysis Methods", 
Metallurgical and Materials Transactions B, 42 (2011), 711-719. 
 
[21] Y. Kang, L. Fan, M. Kazuki and S. Du: "Mechanism study on the formation of 
liquid calcium aluminate inclusion from MgO-Al2O3 spinel", Steel Research 
International, 77 (2006), 785-792. 
 
[22] S. Yang, J. Li, L. Zhang and K. Peaslee: "Formation and Modification of 
MgO.Al2O3 Based Inclusions in Alloy Steels", presented at the Proceedings of AISTech 
2011 Conference Indianapolis, Ind., USA, 2011. 


	A novel laboratory technique for introducing inclusion to liquid steel
	Recommended Citation

	Experimental materials and methods

