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A large amount of lamellar phases were precipitated in Mg-9Gd-xAl (x=0.4, 0.6, 0.8, 1.0,
3.0wt.%) alloy after solution treatment. In order to explore the composition and formation
condition of the lamellar phase, the Mg-9Gd-xAl alloys were subjected to solution treat-
ment at different time, then the influence of lamellar phase on mechanical properties was
investigated in Mg-9Gd-xAl alloys. The results indicate that the lamellar phase consists
of three elements, Mg, Al, and Gd, and the atomic ratio is close to 1:1:1. It was identified
that the lamellar phase is (Mg, Al),Gd phase which has the same crystal structure with
Al,Gd. In addition, the lamellar phases were parallel to each other inside one grain, but the
alignment directions inside the adjacent grains were different, which provide strong sec-
ond phase strengthening effect. After solution treatment, the ultimate tensile strength of
Mg-9Gd-0.6Al alloy with abundant lamellar phase is greatly improved to 193 MPa.
© 2020 The Authors. Published by Elsevier B.V. This is an open access article under the
CC BY-NC-ND license (http://creativecommons.org/licenses/by-nc-nd/4.0/).

1. Introduction

more attention attributed to its relatively high solid solubil-
ity and grain refining effect [10-12]. It has been found that the
yield strength of Mg alloy (T4) increase 3.3 times after adding

Magnesium alloy is widely used in automobile and aerospace
industry because of its low density, high specific strength and
remarkable casting performance [1-5]. The rare earth element
hasbeen an active research topic due to its improvement effect
to the strength and high temperature performance of the mag-
nesium alloy [6-9]. Specially, the Gd element has attracted
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9.26 wt.% Gd [13]. To further enhance the comprehensive per-
formance of Mg alloys containing rare-earth, the non-rare
earth element Al was added. Previous studies have shown
that the addition of Al can not only refine the grains, but also
control the microstructure of the alloy, resulting in fine grain
strengthening and second phase strengthening [14-16].
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Fig. 1 - SEM-EDS/BSE images of as-cast Mg-9Gd alloys with various Al addition: (a) 0.4 wt.%, (b) 0.6 wt.%, (c) 0.8 wt.%, (d)

1.0 wt.%, (e) 3.0 wt.%.

Fig. 2 - SEM micrographs of solid solution treated (20 h) Mg-9Gd-xAl alloys: (a) 0.4 wt.%, (b) 0.6 wt.%, (c) magnified SEM
micrograph of red square frame in (b), (d) 0.8 wt.%, (e) 1.0 wt.%, (f) 3.0 wt.%.

There are mainly two intermetallic compounds formed
in Mg-Gd alloy by adding Al element, which named Al,Gd
and (Mg, Al)3sGd phase. Among them, the bulk Al,Gd has a
higher melting point (1798K) and its particle size increases
as the Al content increases [17,18]. The (Mg, Al)3Gd phase
with melting point of 823K formed as a continuous network
structure with the increase of Al content [19]. They both have
adverse effects on the properties due to their isolation effects
on the matrix. Typically, the solution treatment is applied to
eliminate the adverse effect through dissolving the phases
into the matrix before deformation or aging treatment. It has
been reported that the coarse Mg-Al-Gd phase and the MgsGd

phase disappear substantially when the Mg-10Gd-1Al (wt.%)
alloy was solution treated at 823K. At the same time, a new
lamellar phase is formed inside the grains, and the essence
of the lamellar phase is considered to be Al,Gd phase [20].
Kishida et al. [21,22] found that a lamellar phase was formed
at the grain boundary when the Mg-5.0Gd-3.5Al (at.%) alloy
was solution-treated at 798K, which was presumed as a kind
of long-period phase. Gu et al. [23,24] found lamellar phase in
MgoyAl1Gd, (at.%) alloy after solution treatment at 793K for
2h. It is speculated that the crystal structure of the lamel-
lar phase is a face-centered cubic (fcc) structure. Obviously,
there is much controversy about the study of the structure
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Fig. 3 - The lamellar phase size and volume fraction of
Mg-9Gd-xAl alloys after solution treatment by 20 h.

of the lamellar phase. In addition, there is little research on
the microstructure evolution of the lamellar phase with the
solid solution time and the effect of lamellar phase on the
properties of the Mg-Gd-Al alloys.

Hence, in this study, the Mg-Gd alloys with different Al
content were treated by solution treatment under different
times. The evolution of the lamellar phase and the effect of
the lamellar phase on the mechanical properties of alloy were
investigated systematically. In addition, the formation mech-
anism of the lamellar phase was detailed discussed.

2, Experimental procedure

The Mg-9Gd-xAl (x=0.4, 0.6,0.8, 1.0, 3.0 wt.%) alloys were made
from pure Mg (99.99 wt.%), pure Al (99.99 wt.%) and Mg-30Gd
(wt.%) master alloy in an electric furnace protected by the
mixed protective gas consisting of CO; and SFe. Pure Al and
appropriate amounts of pure Mg were added into a steel cru-
cible which was preheated at 673K, then the temperature was
raised to 993K and held for 20min. After being stirred for
2min, Mg-30Gd master alloy was mixed to the melt, which
was held at 1023K for 30 min to make Mg, Gd and Al react
completely, and finally poured into steel molds with a diame-

ter of 75 mm, which was preheated to 523 K. Then, the samples
were solution treated at 803K for a series of times followed
by water quench. Tensile tests were conducted on a DNSI00
test machine with a speed of 0.5mm/min. And the Vickers
hardness test performed on HVS1000A.

Samples for scanning electron microscopy (SEM, TESCAN
Mira3 LMH) were polished and etched in the solution con-
sisted by 4ml nitric acid and 96 ml ethyl alcohol. The second
phase identities were determined by energy dispersive X-ray
spectroscopy (EDS) and an X-ray diffractometer (XRD) using
TD-3500 equipped with a Cu anode at a scanning velocity
of 6°/min and range of 20-80°. The transmission electron
microscopy (TEM) using a JEM-2100F (JEOL Ltd, Tokyo, Japan)
was applied to certified the crystal structure of second phases.
The samples for TEM analysis were prepared by Gatan691 ion
milling. The sample speed is 4rpm, the ion beam voltage is
5keV, and the angle of ion gun is £10°.

3. Results and discussion

Fig. 1 shows the SEM-EDS/BSE images of as-cast Mg-9Gd-xAl
alloys. It can be observed in Fig. 1(a), the enrichment Gd
element regions regarded as white regions in SEM images
appear in the Mg-9Gd alloy when the Al contents are less than
1.0wt.%, but disappear in Mg-9Gd-3Al alloy. As observed in
Fig. 1(a)-(d), the short rod-like MgsGd phase distributes in the
white regions in Mg-9Gd-0.4Al alloy and increases gradually,
finally transforms to net-like when the Al content reaches to
1.0wt.%, then disappear when the content of Al element is
3.0wt.%. The size of (Mg, Al)3Gd phase increases with increas-
ing the Al content, which changes from short fishbone-like in
Mg-9Gd-0.4Al alloy to petal shaped in Mg-9Gd-1Al alloy. When
the Al content increases further, the petal-like (Mg, Al)3Gd
interconnect into a network. Fig. 1(d) and (e) presents the
Al,Gd phase appears and the size of particles increase with
increasing of Al element.

The micrographs of solid solution treated (20h) Mg-9Gd-
xAl alloys are illustrated in Fig. 2. After solution treatment, the
MgsGd phase is hardly observed in all specimens. On the con-
trary, the morphology and size of Al,Gd phase do not change
during solid solution due to its high melt point [25]. Partial
(Mg, Al)3Gd phases dissolve into Mg matrix but there are still
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Fig. 4 - X-ray diffraction patterns of Mg-9Gd-xAl alloys under different states: (a) as-cast, (b) after solution treatment.
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Fig. 5 - TEM morphology of different phases after different solution treatment by 20 h: (a) (Mg, Al)3Gd phase, (b) Al,Gd

phase, (c) lamellar phase and the result of TEM-EDS (d).

some residual (Mg, Al)3Gd and the amount of residue increases
with increasing the Al content. In addition, it is interesting
that there are a lot of lamellar phases formed in Mg-9Gd-
xAl alloys (x <0.8 wt.%) after solid solution treatment, which
present parallel lamellar morphology within each grain and
possess different parallel orientations in the adjacent grains.
Besides, the lamellar precipitates sharply decrease with the
Al content increased to 1.0 wt.%, and disappear when the Al
content reaches 3wt.%, illustrated in Fig. 2(e) and (f), respec-
tively. The volume fraction and particle size of lamellar phase
in Mg-9Gd-xAl alloys were statistically analyzed by Image]
software. In order to minimize the statistical error, at least 10
SEM 3000* images were used, and then the statistical results
should be averaged. The results were converted into a line
chart as shown in Fig. 3. When the Al content belows 0.8 wt.%,
the volume fraction of lamellar phase firstly increases and
then decreases with the increasing Al content, but they are
all above 10%. It is obviously that there is a sharp fall between
0.8 wt.% and 1.0 wt.%. The maximum value is 19.6% appearing
in Mg-9Gd-0.6Al alloy. However, the size of lamellar phase has
no obvious change with the Al content is less than 0.8 wt.%,
which fluctuates in 2.29-2.44 pm, and decreases to 1.63 pm at
1.0wt.% Al

The X-ray diffraction patterns of as-cast and solid solution
treated Mg-9Gd-xAl alloys (x=0.4wt.%, 1.0 wt.%, 3.0 wt.%) are
exhibited in Fig. 4. It is obviously observed that the as-cast
Mg-9Gd-xAl alloys consist by a-Mg, Al,Gd, (Mg, Al)3Gd and
MgsGd phase, which is consistent with the results of scanning
observation. With increasing Al content from 0.4 to 3 wt.%, the

intensity of the (Mg, Al)3sGd phase at 23° and 57° increases,
which indicates that the (Mg, Al)3Gd phase increases with
increasing the Al content [20,26]. By comparing the Fig. 4(a)
with Fig. 4(b), the diffraction peaks of MgsGd phase(PDFNo.
65-7133) disappear during the solid solution treatment. More-
over, the intensity of the Al,Gd phase diffraction peaks at
the degrees of about 32° and 37° increase [27]. However, it is
surprising that no new crystallization peak appears in XRD
pattern for parallel lamellar precipitates.

The crystal structure and composition of the lamellar
phase were explored by TEM observation on the Mg-9Gd-0.6Al
alloy. As shown in Fig. 5(a)—(c), the TEM morphology and SAED
patterns of the second phase in the Mg-9Gd-0.6Al alloy have
been given. Comparing Fig. 5(b) and (c), although the lamel-
lar phase and the Al,Gd phase under TEM have completely
different morphology, the corresponding diffraction patterns
specifically show that the crystal structure of lamellar phase
is the same as the Al,Gd ones (fcc) [23]. According to the calcu-
lation, the lattice parameter of the lamellar phase is 7.925 A,
which is close to that of Al,Gd (7.903 A, PDFNo. 65-5383). That
is why there is no new diffraction peak in XRD measurement.
The TEM-EDS results clearly show that the summation of the
atomic percentage of Al and Mgis about twice that of Gd. Com-
bined with the diffraction patterns and TEM-EDS results in
Fig. 5(c) and (d), it is speculated that the lamellar phase is (Mg,
Al),Gd phase.

In order to study the formation mechanism of the lamellar
phase, Mg-9Gd-0.4Al alloy was selected for solution treatment.
During the solution treatment, the lamellar phase increases
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Fig. 6 - The SEM image of Mg-9Gd-0.4Al Alloy after different solution treatment time (a) 3h, (b) 15h, (c) 20h, (d) 50 h.

while the (Mg, Al)3Gd phase and MgsGd phase decrease in
the Mg-9Gd-xAl alloys. Therefore, the formation of the lamel-
lar phase is related to the consumption of (Mg, Al)3Gd phase
and MgsGd phase. As shown in Fig. 6, the yellow arrows in
the figure indicate the diffusion paths of the Gd and Al ele-
ments. In the initial stage of solution treatment, the main
elements, such as Gd and Al, begin to diffuse from the two sec-
ond phases into the grain, meanwhile the Gd element in the
Gd-rich regions also diffuse into the grain due to the atomic
concentration difference [28]. Hence, inside the grain, the Gd
element consists of two parts. One part is the Gd dissolved
from the (Mg, Al)3Gd, MgsGd and Gd-rich region, the other is
the original Gd in the o-Mg matrix, which makes the ratio of
Gd to Al element in this region greater than 2. That is, the
composition condition of the lamellar phase is satisfied in the
region, so the initial line-like lamellar phase begins to appear.
Nevertheless, there is no Gd enrichment region and MgsGd in
the as-cast Mg-9Gd-3Al alloy, as shown in Fig. 1. In addition,
abundant Al,Gd formed in the Mg-9Gd-3Al alloy consuming
a lot of Gd elements, which is not dissolved into the matrix.
Consequently, there is no sufficient Gd to meet the composi-
tion requirement, which results in no (Mg, Al),Gd forming in
solid solution treated Mg-9Gd-3Al alloy. As the solution treat-
ment time increases, more Gd and Al elements diffuse into
the region, and Mg, Gd, and Al elements continue to bond
on one side of the lamellar phase improving the lamellar
phase size. At the same time, the (Mg, Al)3Gd phase gradually

disappears. When the solution treatment time continues to
increase, both (Mg, Al)3Gd phase and lamellar phase dissolve
in the matrix.

In order to further study the variation of lamellar phase
with solid solution time, Mg-9Gd-0.6Al alloy was selected for
solution treatment at smaller time intervals. The microstruc-
tures are shown in Fig. 7. The arrows in the figures indicate
the directions of the lamellar phase, I indicates the length of
the lamellar phase, and b indicates the width of the lamellar
phase. The lamellar phase has not yet formed in the initial
stage of the solution treatment, as shown in Fig. 7(a) and
(b), which distributes inside the grain, and presents a short
line shape. As the solution treatment time increases to 7.5h,
some linear lamellar phase grow into a rectangle shape and
exhibit reproducible morphology. This indicates that there is
a unique orientation relationship between the lamellar phase
and the matrix, which is (10—10)m [|(1-10);, (m represents the
a-Mg matrix, L represents the lamellar phase)[23,29], as shown
in Fig. 8. As the solution treatment time continues to increase
to 20h, all the linear lamellar phase almost changed into
the rectangle lamellar and grew to thicker. When the solu-
tion treatment time reaches 35h, the b of lamellar phase
becomes larger while the I of lamellar phase does not change
significantly. As the time extends to 50h, the b of lamellar
phase distributing in the matrix further decreases, as shown
in Fig. 7(f), and some lamellar phases melt from the middle
resulting in the smaller | of lamellar phase.
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Fig. 7 - The lamellar phase in Mg-9Gd-0.6Al alloy at different solution time: (a) 1 h, (b) 3.5h, (c) 7.5h, (d) 20h, (e) 35h, (f) 50h.

According to the above observation, the sketch map of
lamellar phase morphology after solution treatment at dif-
ferent times can be shown in Fig. 9. The red arrows in
the figure represent the diffusion direction. There is a large
amount of (Mg, Al)3Gd, MgsGd and Gd element segregation
zones along the grain boundary in the as-cast Mg-9Gd-xAl
alloy. In the initial stage of solution treatment, the elements
Gd and Al begin to diffuse into the matrix and the linear
lamellar phase appears when the composition meets the
requirements. When the solid solution treatment time is pro-
longed, the elements required for the lamellar phase assemble
on one side of linear lamellar phase, resulting in the lin-
ear forms growing into rectangle. As the solution treatment

time is prolonged to 20h, the length of the lamellar phase
is constant, the width is increased, and the particle size
is maximized. When the solution treatment time continues
to increase, the lamellar phase begins to dissolve into the
matrix, and breaks at the intermediate position of the parti-
cles. Meanwhile, the elements in the lamellar phase diffuse
toward the matrix, leading to a smaller width of lamellar
phase, even partial lamellar phase dissolved in the matrix
completely.

The Vickers hardness of Mg-9Gd-xAl at different solution
treatment time is shown in Fig. 10. With the extension of
the solution treatment time, the hardness of the alloy firstly
decreases and then rises slightly in same composition, reach-
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Fig. 10 - The hardness of Mg-9Gd-xAl at different solution
treatment time (x=0.4, 0.6, 0.8, 1.0, 3.0 wt. %).

ing the lowest value around 20 h. In addition, as the Al content
increases, the Vickers hardness value of the alloy decreases.
In the initial stage of solution treatment, there are two
main factors to reduce the hardness of the alloy. On the
one hand, although according to the experimental princi-

ple of Vickers hardness [30-32], the dispersed lamellar phase
will produce a distinct second phase strengthening, the large
number of lamellar phases form inside the alloy grains con-
suming Gd and Al in the alloy, which results in a decrease
in the solid solubility of the alloy matrix and a decrease in
hardness. Jiwu et al. [33] found that the saturated solid solu-
tion fraction resolves the metal phase, causing the degree of
supersaturation of the matrix to decrease, and resulting in a
decrease in the hardness of the 7055 alloy. When the solu-
tion treatment time reaches about 20h, as show in Fig. 4,
the hardness of the alloy reaches the minimum value due
to the maximum volume fraction of the lamellar phase pre-
cipitated inside the grain. On the other hand, the (Mg, Al)sGd
phase and the MgsGd phase are dissolved in the matrix dur-
ing the solution treatment lead to a greatly reduced of volume
fraction and size. Then, the strengthening effect from the
two phases on the hardness in the alloy is weakened. The
main factor to the improvement of hardness of the alloy is
that both the (Mg, Al)3Gd phase and the (Mg, Al),Gd phase
are dissolved in the matrix as the solution treatment time
increases, which will increase the matrix solid solution atoms
and increase the lattice distortion. Therefore, the hardness
of Mg-9Gd-xAl alloy increases when solution treatment for
20-50h.
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treatment for 20 h and (c) the increase of ultimate tensile strength by solution treatment.

In addition, the atomic size difference between the Gd
atoms and Mg atoms causes the production of lattice dis-
tortion in the a-Mg matrix resulting in the solid solution
hardening [34,35]. Although the size of Al atoms is similar
to Mg atoms, the added Al element weakens the lattice dis-
tortion caused by the Gd element. This leads to the smaller
hardness value of the solid-solution state alloy in the larger of
Al content.

While for the Mg-9Gd-3Al alloy, the hardness increases
steadily with the time of solution treatment (Fig. 10), which
is quite different from the other four alloys. This is because,
in the Mg-9Gd-3Al alloy, there is no lamellar phase formed
during the solution treatment, the solid solution atoms (Al,
Gd) are dissolved into the matrix with the increase of time.
Therefore, the hardness of the alloy is positively related to the
solution time.

Fig. 11(a) and (b) are the stress-strain curves of the Mg-9Gd-
xAl alloys before and after solution treatment. The solution
treatment has a great influence on the Mg-9Gd-0.4Al, Mg-9Gd-
0.6Al, and Mg-9Gd-0.8Al alloys as shown in Fig. 11(c). It is
indicated that the Al element greatly improves the mechanical
properties of the solid-solution state Mg-9Gd alloy. After solu-
tion treatment, the ultimate tensile strength of Mg-9Gd-0.6Al
alloy is the highest, which is 57% higher than that of as-cast
alloy. The increase value in ultimate tensile strength of Mg-
9Gd-0.4Al alloy and Mg-9Gd-0.8Al alloy were 66 and 61 MPa,
respectively.

The strengthening mechanisms of the solution-treated Mg-
9Gd-xAl alloy mainly contains solid solution strengthening
and second phase strengthening. Since the Al content is differ-
ent, it is necessary to calculate the contribution value of solid
solution strengthening after adding the Al element. According
to the classical formula of solution strengthening, the con-
tribution of solid solution strengthening is related to the 2/3
power of the solid solubility of Al in the alloy [36]. There-
fore, in the Mg-9Gd-xAl alloy, the contribution of solid solution
strengthening increases with the increase of Al content.

According to the principle of the second phase strengthen-
ing, the second phase distributed in the alloy greatly hinders
the dislocation slip, and the effect is dictated to the size and
volume fraction of the second phase. During the process of
tensile deformation, the lamellar phase inside the grain can
hinder the movement of dislocations to the grain boundary,
so the dislocations are entangled near the lamellar phase par-
ticles. It results in the external force must be increased if the

alloy continues to deform. Meanwhile, the (Mg, Al)3Gd phase
is partially dissolved and becomes dispersed in the form of
particles distributed near the grain boundary, which acts as a
pinning grain boundary. Therefore, the strength of the alloy is
significantly improved when the Al contentis between 0.4 and
0.8 wt.%. Under the case of Al content more than 0.8 wt.%, only
a little lamellar phase formed in the alloy, and the (Mg, Al)3Gd
phase distributed at the grain boundary is still coarse after
20h solution treatment. Consequently, the ultimate tensile
strength of Mg-9Gd-1Al alloy and Mg-9Gd-3Al alloy increase
less compared with the Mg-9Gd alloys with low Al content.

4, Conclusions

(1) The MgsGd phase in the Mg-9Gd-xAl alloy disappears
during solution treatment. As the solution treatment time
increases, the fishbone or petal-like (Mg, Al)3Gd phase dis-
solves into the matrix, and the bulk Al,Gd has almost no
change. In addition, the lamellar phase is formed inside the
crystal grains after the solution treatment.

(2) The lamellar phase in the Mg-9Gd alloy appears at a
content of less than 1wt.% of the Al element. As the solu-
tion treatment time increases, the lamellar phase eventually
dissolves in the matrix. According to the diffraction patterns
and TEM-EDS results, the lamellar phase can be determined
as (Mg, Al),Gd phase.

(3) After solution treatment of Mg-9Gd-xAl alloy, the lamel-
lar phase inside the grain provides a strong second phase
strengthening effect. The tensile strength of Mg-9Gd-0.6Al
alloy is greatly improved, which is attributed to the com-
bined action of solid solution strengthening and second phase
strengthening.
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