

  Effects of Trace Si Addition on the Microstructures and Tensile Properties of Ti-3Al-8V-6Cr-4Mo-4Zr Alloy




Effects of Trace Si Addition on the Microstructures and Tensile Properties of Ti-3Al-8V-6Cr-4Mo-4Zr Alloy







Metals 2017, 7(8), 286; doi:10.3390/met7080286




Article



Effects of Trace Si Addition on the Microstructures and Tensile Properties of Ti-3Al-8V-6Cr-4Mo-4Zr Alloy



Hongbo Ba, Limin Dong *, Zhiqiang Zhang and Xiaofei Lei





Institute of Metal Research, Chinese Academy of Sciences, 72 Wenhua Road, Shenyang 110016, China









*



Correspondence: Tel.: +86-242-397-1942







Received: 16 June 2017 / Accepted: 24 July 2017 / Published: 27 July 2017



Abstract:



The microstructural evolution and tensile properties of Ti-3Al-8V-6Cr-4Mo-4Zr titanium alloys with various Si contents were investigated. The results revealed that the addition of trace Si and the presence of Zr induced the formation of (TiZr)6Si3 silicides, in the size range from 100 nm to 300 nm. The fine silicide precipitates refined β grains. The tensile strength increased about 40 MPa due to precipitation strengthening and grain refinement, and the ductility of the two alloys was similar. The tensile fracture mode of the alloys was dimple ductile fracture.
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1. Introduction


Titanium alloys are widely used in aerospace applications due to their high strength to weight ratio and excellent corrosion resistance [1,2,3]. Except for compressor disks and blades, a considerable fraction of fasteners and springs are fabricated from α + β and β titanium alloys, because they exhibit a favorable strength/toughness combination and high fatigue strength [4,5]. Among these titanium alloys, the β type Ti-3Al-8V-6Cr-4Mo-4Zr (known as Beta C) alloy has attracted the attention of researchers in recent years [6,7]. This alloy is developed from Ti-13V-11Cr-3Al, and it is easier to melt and exhibits less segregation due to a low Cr content [8]. In addition, the alloy can be hardened by solution plus aging treatment, and its ultimate tensile strength can reach 1380 MPa [8,9]. It can be utilized in either solution-treated or solution-aging-treated conditions; thus, a wide variation in mechanical properties can be obtained for different applications. However, the rapid β grain coarsening is still an open problem when they are solution-treated above the β transus, especially for β type titanium alloys.



The changes in microstructures and phase structures influence the mechanical properties of titanium alloys significantly. For β type titanium alloys, the body-centered cubic β phases possess good ductility, and precipitated α phases enhance their strength after aging treatment. For high-temperature titanium alloys, such as Ti-5.8Al-4Sn-3.5Zr-0.7Nb-0.35Si-0.06C [10] or Ti-6.3Al-1.6Zr-3.4Mo-0.3Si [11], the addition of Si can improve their creep performances due to the precipitation of silicides. Up to now, two different types of Ti-Zr-Si ternary silicides have been recognized in titanium alloys, S1 (a = 0.780 nm, c = 0.544 nm) and S2 (a = 0.701 nm, c = 0.368 nm), with stoichiometries (TiZr)5Si3 and (TiZr)6Si3 [12,13,14], respectively. Flower et al. [15] reported that they have a hexagonal crystal structure in aged Ti-5Zr-1Si alloy, using X-ray diffraction.



Apart from improving the creep properties, the addition of Si also plays an important role in inhibiting β grain growth. Bermingham et al. [16] showed that a small amount of Si addition to commercial purity Ti produced fine prior-β grains. Tavares et al. [17] presented that the Si addition to the β type Ti-35Nb alloy made beta phases more stable and achieved grain refinement. However, the addition of high amounts of Si will decrease the ductility of titanium alloys at room temperature. Ramachandra and Singh [18,19] showed that the presence of 0.25 wt % Si in Ti-6Al-5Zr-0.5Mo-0.25Si alloy led to a drastic reduction in tensile ductility at room temperature. In terms of Ti-3Al-8V-6Cr-4Mo-4Zr alloy, Morito et al. [20] also investigated the effect of higher than 0.2 wt % Si addition on the microstructure and aging behavior, but high contents of Si was found to possibly embrittle this alloy. In order to obtain the balance of strength and ductility for industrial applications, it is necessary to gain more insight into the effect of trace Si addition on the microstructures and properties of Ti-3Al-8V-6Cr-4Mo-4Zr alloy.



Based on the above, trace Si as an alloying element was added to Ti-3Al-8V-6Cr-4Mo-4Zr alloy, and the objective of the experiment was to investigate the influence of Si either in solution or in the form of silicides on its microstructures and performances.




2. Materials and Methods


In this study, Ti-3Al-8V-6Cr-4Mo-4Zr (designated C1) and Ti-3Al-8V-6Cr-4Mo-4Zr-0.05Si (designated C2) alloys were fabricated from pure Ti, Al, V, Cr, Mo, Zr and Si (≥99.9% purity) by three times vacuum arc melting and conventional rolling. The chemical compositions of the two alloys are listed in Table 1. The β transus for the alloys was ~740 °C, as measured by a metallographic technique. The rolled bars, 12 mm in diameter, for both alloys were cut and subjected to solution treatment at 800 °C for 1 h, and were then water quenched to room temperature.



Table 1. Chemical composition of the alloys.







	
Alloy

	
Composition (wt %)




	
Al

	
V

	
Cr

	
Mo

	
Zr

	
Si

	
Ti






	
C1

	
3.54

	
8.00

	
6.02

	
4.05

	
4.00

	
0.02

	
Bal.




	
C2

	
3.48

	
8.00

	
5.95

	
4.05

	
4.00

	
0.06

	
Bal.










The microstructures were characterized using an optical microscope (OM, ZEISS Axiovert 200MAT, Carl Zeiss Shanghai Co., Ltd, Shanghai, China) and scanning electron microscope (SEM, ShimadzuSSX-550, Shimadzu Corporation, Tokyo, Japan) equipped with an Energy Dispersive X-ray (EDX) detector, after samples were manually grounded, polished and chemically etched for 30 s in a solution of 5% HF, 10% HNO3, and 85% water at room temperature. The back-scattered electron (BSE) mode was utilized for the observation of precipitates, and the polished samples were not be etched to avoid the dissolution of silicides into the HF etchant. Image-Pro Plus software was utilized for grain size analysis, and the grain size distributions were obtained. The average grain size and standard deviation were calculated on the basis of the grain diameter. TEM specimens were manually ground down to a thickness of 50 μm, punched into discs of ф 3 mm, and then ion-milled to electron transparency in a Gatan ion miller. TEM observation was performed on a Tecnai G2 20 transmission electron microscope (TEM) (FEI Company, Hillsboro, OR, USA) with an Energy Dispersive Spectroscopy (EDS).



Tensile tests at room temperature were carried out on an Instron 5582 testing machine (Instron, Chicago, IL, USA) at a constant cross-head speed of 1 mm/min. Two specimens were tested for each alloy. Tensile specimens with a gage diameter of 5 mm and a gage length of 30 mm were used. The fracture morphologies were observed by SEM.




3. Results and Discussion


3.1. Microstructure Characteristics


Figure 1 presents the optical microstructures of the alloys after solution treatment at 800 °C for 1 h. The microstructures were composed of equi-axed β grains, and the grain size of alloy C2 was finer than that of alloy C1. The grain size distribution histograms, average grain size, and standard deviation of both alloys are shown in Figure 2. It can be observed that the grain size distribution is markedly different for the two alloys. In C1, the average grain size was 58 μm, the grain size ranged from 10 μm to 140 μm, and over 44% of the grains were larger than 60 μm. In C2, the average grain size was 31 μm, and almost all grains were in the grain size range between 10 μm and 60 μm. The standard deviation of the alloys was 25 μm and 9 μm, respectively. These results indicate that the grain size uniformity of alloy C2 is superior to that of C1.


Figure 1. Optical microstructures of the alloys after solution treatment at 800 °C for 1 h: (a) alloy C1; (b) alloy C2.
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Figure 2. Grain size distributions of alloys: (a) alloy C1; (b) alloy C2.
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Figure 3 shows the BSE images and EDX spectra of the alloys in solution-treated condition before etching. No resolvable precipitates are observed in C1 (Figure 3a), while white particles are clearly observed in C2 (Figure 3b). Although the distribution and morphologies of particles are not exactly confirmed in polished C2 samples, the size is very tiny. By comparison, no Si peak is found in the EDX spectra for the matrix (Figure 3c), but the white precipitates are rich in Zr and Si (Figure 3d). This confirms that the white particles are Ti-Zr-Si silicides.


Figure 3. BSE (Back-Scattered Electron) images of microstructures of C1 (a) and C2 (b) before etching; EDX (Energy Dispersive X-ray) spectra of matrix marked by 1 (c) and white precipitates marked by 2 (d).
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The selected area electron diffraction (SAED) and EDS analysis were carried out on TEM, and the precipitate was particle shaped, about 200 nm in size (Figure 4a). The precipitate is rich in Zr and Si, identified as the (TiZr)6Si3 silicides through the electron diffraction pattern (Figure 4b) and composition information (Figure 4c,d).


Figure 4. TEM image (a); corresponding SAED (Selected Area Electron Diffraction) pattern for the silicide (b); EDS (Energy Dispersive Spectroscopy) spectra of β matrix (c) and silicide (d) for solution-treated alloy C2.
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Earlier studies demonstrated that Zr addition will promote the formation of silicides in titanium alloys [11,12,21]. Therefore, the precipitation of silicides resulted from the addition of Si and the presence of Zr in alloy C2. However, the Si content in C1 is only ~0.02 wt % from raw materials, which is below the saturation concentration of Si in the alloy, therefore Si dissolves in the β matrix.



Figure 5 shows the SEM morphologies of microstructures of both alloys after etching. There are no etch pits in C1, but a large number of etch pits are observed in alloy C2, marked by the arrow. It is a common chemical phenomenon that silicides are dissolved by the HF etchant, hence the formation of etch pits should result from the dissolution of silicides. Meanwhile, it is reasonable that the quantity and sites of etch pits correspond to those of silicides in alloy C2. According to the distribution of etch pits, it is deduced that silicides precipitate both on the β grain boundaries and in the interior of grains (Figure 5b).


Figure 5. SEM morphologies of microstructures of the alloys after etching: (a) alloy C1; (b) alloy C2.
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Singh et al. [22] reported that the kinetics of silicide precipitation in Ti-6Al-1.6Zr-3.3Mo-0.3Si (VT9) alloy was faster than in Ti-6Al-5Zr-0.5Mo-0.25Si (IMI685), which was attributed to the higher content of strong β-stabilizing element Mo in the former alloy. Therefore, it is understandable that the kinetics of the precipitation of silicides is fast in C2. On one hand, fine dispersed silicide precipitates promote the recrystallization nuclei during solution treatment at 800 °C. On the other hand, fine silicides play an important role in hindering the movement of the grain boundaries during the grain growth. This is the reason why alloy C2 has a much finer grain size.




3.2. Tensile Properties


The tensile stress-strain curves of both alloys are presented in Figure 6. A summary of the data is given in Table 2. Based on these data, it can be seen that the yield strength (YS) and ultimate tensile strength (UTS) of alloy C2 are about 40 MPa higher than those of C1, respectively. Meanwhile, there is a slight decrease in the elongation (El) and the reduction in area (RA). These results are similar to those found in the literature [23,24,25], where the silicide precipitates are considered to lead to an increase in strength and a slight drop in ductility for near α titanium alloys.


Figure 6. Tensile stress-strain curves of C1 and C2 alloys solution-treated at 800 °C for 1 h.
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Table 2. Tensile properties of both alloys solution treated at 800 °C for 1 h.







	
Alloy

	
YS, MPa

	
UTS, MPa

	
El, %

	
RA, %






	
C1

	
852

	
853

	
29.0

	
73




	
852

	
854

	
27.5

	
76




	
C2

	
888

	
891

	
23.5

	
62




	
893

	
896

	
24.0

	
61










The differences in the tensile properties of the alloys are largely due to their microstructures. Firstly, the β grain size of alloy C2 was finer than that of C1. According to the Hall-Petch law, grain refinement enhances yield strength [26,27]. Secondly, a large number of fine silicides dispersed in alloy C2, which have an effect of precipitation strengthening. These explain the difference in the tensile properties of the alloys.



The changes in ductility also result from the precipitation of dispersed silicides, which would hinder the dislocation motion during tensile deformation. The precipitates tend to induce local stress concentration and crack initiation, resulting in the slightly low plasticity of alloy C2.



Figure 7 shows the fracture morphologies of both alloys. The fracture consists of fiberous and shear lip zones (Figure 7a,b). A large number of dimples spread across the fracture surfaces, which are the characteristic of ductile fracture. Dimples are more uniform and smaller in alloy C2 than those in C1 (Figure 7c,d). This is related to the presence of the dispersed silicides in alloy C2. Compared with C2, alloy C1 experiences a larger plastic deformation before fracture, resulting from its single β phase microstructure.


Figure 7. Tensile fractographies of the alloys: (a,c): alloy C1; (b,d): alloy C2.
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4. Conclusions


	(1)

	
The addition of trace amount of Si (~0.05 wt %) and the presence of 4 wt % Zr induced the formation of (TiZr)6Si3 silicides in Ti-3Al-8V-6Cr-4Mo-4Zr-0.05Si alloy.




	(2)

	
The dispersed silicides refined β grains, and the average grain size of Ti-3Al-8V-6Cr-4Mo-4Zr-0.05Si alloy was more uniform than that of Ti-3Al-8V-6Cr-4Mo-4Zr alloy. Adding Si was an effective way to refine β grains for the Ti-3Al-8V-6Cr-4Mo-4Zr alloy.




	(3)

	
The silicide precipitates enhanced the tensile strength of Ti-3Al-8V-6Cr-4Mo-4Zr-0.05Si alloy, and the change in ductility was slight. The increase in strength was attributed to both precipitation strengthening and grain refinement. The fracture mode of both alloys was ductile.
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