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Influence of sensitizing treatment on the corrosion resistance of Incoloy 028 alloy
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The influence of the precipitated phases on Incoloy 028 alloy was investigated via a sensitizing treatment at various
sensitizing times and temperatures, weight loss and electrochemical testing methods were used, and the influence of the
precipitated phases on the corrosion resistance on Incoloy 028 alloy was discussed on the basis of the significant
characteristics of the polarization curves and Nyquist plots. The results showed that the corrosion resistance of Incoloy
028 was influenced by the precipitated phases; the corrosion rate of Incoloy 028 alloy initially increased and then
decreased with the increasing sensitizing temperature; the most severe corrosion occurred at 900 °C; and the elemental
contents of Cr and Mo in the corrosion area were lower than those in the non-corroded area on the alloy surface,
indicating that the corrosion resistance on the precipitated phase area was weakened.

Key words: Incoloy 028 alloy, Sensitizing treatment, Precipitated phases, Corrosion resistance, Potentiodynamic
polarisation curve, Electrochemical impedance spectrometry.

INTRODUCTION

Ni-Fe-Cr alloys possess good resistance to a
wide variety of corrosive environments in industrial
processes such as chemical and petrochemical
processing, marine engineering, oil/gas production
and transport, and in nuclear reactors [1-3]. The
demand for Ni-Fe-Cr alloys is increasing, and
materials with excellent mechanical properties are
required [4,5].

Incoloy 028 is a Ni-Fe-Cr alloy with addition of
molybdenum, copper, and titanium, which has
replaced many other alloys due to its superior local
corrosion resistance. It is high-alloyed austenitic
steel having excellent resistance to stress corrosion
cracking and localized attacks such as pitting and
crevice corrosion [5-9]. Many efforts have been
made to understand the corrosion behavior [8-12].

Nickel-based alloys also are widely utilized in
locations where severe corrosion attacks. However,
the influence of precipitated phases on Incoloy 028
alloy by a sensitizing heat treatment has rarely been
investigated in relation to CO; corrosion in the
oil/gas industry. It is important to understand the
corrosion resistance of Incoloy 028 alloy at various
sensitizing temperatures by using weight loss and
electrochemical tests.

EXPERIMENTAL
Specimen preparation

All specimens were made of the nickel-based
alloy Incoloy 028 with original chemical
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composition of (wt.%): C 0.01, Si 0.41, Mn 1.06, P
0.022, S 0.002, N 0.056, Ni 30.3, Cr 27.6, Mo 3.5,
Cu 0.95, and Fe balance. Specimen slices with a
size of 30 x 15 x 1.5 mm were processed for
corrosion immersion tests, while the
electrochemical test specimens were ¢ 8 x 6 mm
rods embedded in epoxy resin with an exposed
working area of 0.685 cm?. A new specimen was
used for each experiment, and prior to the
electrochemical tests, the working surfaces were
wet-ground with SiC sand paper of up to 1200 grits,
followed by ultrasonic cleaning in acetone and final
rinsing in deionized water.

All specimens were of nickel-based alloy
Incoloy 028 treated through a solid-solution process
at 1180 °C for 2 h with subsequent water-cooling.
Then, some specimens were treated through
sensitizing heat treatment at 700, 800, 900, and
1000 °C for 2 h, with subsequent air-cooling. Other
specimens were treated through sensitizing heat
treatment at 900 °C for 0.5, 2, and 5 h.

Weight loss corrosion test

The prepared specimens were weighed using an
electronic balance with a precision of 0.1 mg, and
then placed in a constant-temperature water bath.
The solution was deoxygenated by bubbling pure
N> for 4 h before the introduction of CO,, and the
CO- gas was bubbled to the water bath during the
corrosion test in the range of 30 - 70 °C. The
corrosion tests were carried out for 15 days under
static conditions. The test solution came from
oilfield produced water, with main ionic
concentrations of 12.16 g L* of Cl-, 0.43 g L™ of
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S04, 0.27 g L of HCO37, 0.14 g L of Ca?', and
8.16 g L of K" and Na*. Five samples were tested
for each experimental condition. After each test,
specimens were rinsed with distilled water and
ethanol, and were then divided into two groups. The
specimens in group one were descaled with Clark
solution (20 g of Sb,Os; + 50 g of SnCl; + 1 L of
36.5 wt.% HCI), after which the weight loss was
measured. The specimens in group two were not
descaled, but dried and stored in a desiccator until
the analysis with scanning electron microscopy
(SEM) and X-ray diffraction (XRD) was
performed.

Electrochemical corrosion test

The test solution was 3.5% NaCl, de-aerated by
purging with nitrogen prior to the test. The
electrochemical  tests were conducted Dby
polarization and EIS methods in a conventional
three-electrode cell.

The polarization tests were applied to the
working electrode at a scan rate of 0.2 mV s from
-0.3 mV to 0.3 mV vs. SCE with respect to the
open-circuit potential. The EIS measurements were
carried out at the open-circuit potential using 5 mV
amplitude perturbation at a frequency range of 100
kHz - 10 mHz. Each experiment was performed at
least twice at 20 °C. The ZView software was used
to analyze the EIS data.

RESULTS AND DISCUSSION
Corrosion immersion test
Corrosion rate

Figure 1 shows the influence of temperature on
the corrosion rate (CR) of Incoloy 028. The CR
increased with the increase in temperature. The CR
of the Incoloy 028 alloy initially increased, and then
decreased with increasing sensitizing temperature.
The most severe corrosion occurred in the specimen
sensitized at 900 °C for 2 h.

In addition, under identical temperature
conditions, the CR of the Incoloy 028 treated at 900
°C increased with the increase in sensitizing time
from 0.5 to 5 h, as shown in Fig. 2. These results
indicate that the number of precipitated phases in
the specimens for various sensitizing times played a
role in corrosion rate.
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Fig. 1. Influence of temperature on corrosion rates of
Incoloy 028 treated at various sensitizing temperatures
for 2 h.
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Fig. 2. Influence of temperature on corrosion rates of
Incoloy 028 treated at 900 °C for various sensitizing
times.

Corrosion characterisation

The surface morphology is shown in Fig. 3a. It
can be seen that pitting corrosion occurred on the
surface of Incoloy 028, which could be explained
by a second-phase precipitation in the local surface
area for the specimen sensitized at 900 °C leading to
a diminishing of corrosion-resistance of Incoloy
028. Figs. 3b and 3c present the energy-dispersive
spectroscopy (EDS) plots, the corrosion products
included elements such as Fe, Cr, Ni, Mo, C, O, Si,
and small amounts of Ca, Ba, and CIl. It was
determined that the main phases in all corrosion
products were FeCO; and small sediment
compounds such as SiO; and CaCOs. In contrast,
the contents of both Cr and Mo in the corrosion
area were lower than those on the alloy surface.
This result indicates that the corrosion attack
preferentially took place in the area of precipitated
phases, i.e., the area containing low amounts of Cr
and Mo.

XRD spectra shown in Fig. 4 further reveals that
the peaks were y-phase in the substrate, which is
demonstrated by the presence of the corrosion
product FeCOs; due to the superior anti-corrosion
performance of Incoloy 028.
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Fig. 3. Surface characterization of Incoloy 028
treated for 2 h at sensitizing temperature of 900 °C after
corrosion test at 70 °C. (a) SEM; (b) EDS of corrosion
area; (c) EDS of alloy surface.
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Fig. 4. XRD spectrum of the corrosion product on
Incoloy 028 treated at 900 °C for 2 h after corrosion test
at 50 °C.

Electrochemical test
Polarization

Figure 5 shows the Tafel polarization curves of
Incoloy 028. The anodic branches of the
polarization curves had similar characterization,
which indicates that the anodic reaction maintains
the same corrosion mechanism. It is evident that the
corrosion potential initially moved in a more
negative direction, and then moved in a positive
direction, indicating that the self-corrosion
tendency initially increased and then decreased with

increasing sensitizing temperature. The corrosion
current density of Incoloy 028 at 900 °C was higher
than those at 700, 800, and 1000 °C under the same
conditions. This result is in accordance with the
result from the weight loss method mentioned
above. The cathodic branch slopes (bc) were close
to the corresponding anodic branch slopes (b.), so it
can be proven that the corrosion process is
controlled by the combined effects between anodic
dissolution and cathodic diffusion.
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Fig. 5. Polarization curves of Incoloy 028 treated at

various sensitizing temperatures in 3.5% NaCl solution
at 20 °C for 2 h.

Figure 6 shows the Tafel polarisation curves of
Incoloy 028. The polarization curves moved in the
positive direction, indicating  that  the
thermodynamic effect accelerated the transfer rates
of corrosive species and the corrosion reactions at
temperatures ranging from 20 to 50 °C. It is worth
noting that the anodic branch slopes were similar,
while the cathodic branch slopes increased with
increasing temperature, which indicates that the
entire corrosion process was predominantly
controlled by cathodic reactions when the testing
temperature increased.

Figure 7 shows the Nyquist plots of Incoloy 028
treated at various sensitizing temperatures in 3.5%
NaCl solution at 20 °C for 2 h. There was one
depressed capacitive loop in the intermediate
frequency region. The diameter of the capacitive loop
decreased when the sensitizing temperature increased,
and the minimum diameter was for the specimen
sensitized at 900 °C.

The corresponding equivalent circuit model is
shown in Fig. 8. In this model, Rs is the solution
resistance between the working electrode and
reference electrode and R: is the charge transfer
resistance of the corrosion reaction. The CPE-n of
Incoloy 028 is close to 1, which indicates the presence
of an approximately ideal capacitor. CPE-Y,
represents the base admittance of the CPE and the
changes in its values indicate that the adsorption layer
and/or corrosion film demonstrate no significant
difference. As expected, the value of R; decreased with
the increase of the sensitizing temperature, especially
at 900 °C, i.e., the corrosion resistance decreased. The
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results are in good accordance with that obtained from
the Tafel polarization.

Fig. 6. Influence of temperature on poalrization
curves of Incoloy 028 treated at sensitizing temperature
of 800 °C in 3.5% NaCl solution for 2 h.
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:
g
(9]

© 800°C =
15000 A 9000°C
«— 1000°C
5 .
£
S 10000 5208MH g
3 -~
& A mo U

g

0 2500 w;e(or:ri(])imz)loooo 12500 15000 17500

Fig. 7. Nyquist plots of Incoloy 028 treated at various
sensitizing temperatures in 3.5% NaCl solution at 20 °C
for 2 h.
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Fig. 8. The equivalent circuit model corresponding to
the Nyquist plots of Incoloy 028 under various
conditions.

CONCLUSION

The corrosion rate of Incoloy 028 firstly
increased, then decreased with the increasing
sensitizing temperature; the specimen sensitized at
900 °C underwent the most severe corrosion. The
corrosion processes were controlled by the
combined effects between anodic dissolution and
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cathodic diffusion. The corrosion potential of
Incoloy 028 shifted to more negative values before
changing direction to positive values with the
increasing sensitizing temperature, while the
corrosion current density of the specimen sensitized
at 900 °C was higher than that sensitized at 700,
800, and 1000 °C. And the minimum diameter of
the capacitive loop was obtained from the specimen
sensitized at 900 °C, and the charge transfer
resistance decreased with the increase in the
sensitizing temperature, especially at 900 °C.

Acknowledgements: The authors would like to
thank the Youth Science and Technology New Star
Plan of Shaanxi Province (2016KJXX-13,
2017KJXX-49), Scientific Research Program Funded
by Shaanxi Provincial Education Department
(17JS113), Xian Science and Technology Program
(2017081CG/RC044 (XASY003, XASY004))

REFERENCES

1. A. Thomas, M. El-Wahabi, J. M. Cabrera and J. M.
Prado, J. Mater. Process. Technol., 177, 469 (2006).

2. B.A. Baker, Proceedings of NACE Corrosion/2006,
Houston, TX, paper No. 06229.

3. J. Kawakita, S. Kuroda, T. Fukushima, T. Kodama,
Corros. Sci., 45, 2819 (2003).

4.Y.Y. Chen, L.B. Chou, H.C. Shih, Mater. Sci. Eng. A.,
396, 129 (2005).

5. T. Bellezze, G. Roventi, R. Fratesi, Surf. Coat.
Technol., 155, 221 (2002).

6. S.Y. Lu, Nickel Based and Iron-Nickel Based
Corrosion Resistant Alloy, Chemical Industry Press,

Beijing, 1989.
7. S.A. Al-Fozan, A.U. Malik, Desalination, 228, 61
(2008).

8. J.L.J. Soler, D.J. Baxter, J.F. Norton, Corrosion, 55,
1191 (1999).

9. S. Ghosh, T. Ramgopal, Proceedings of NACE
Corrosion/2004, Houston, TX, paper No. 04231.

10. P. Crook, M. L. Caruso, Proceedings of NACE
Corrosion/2004, Houston, TX, paper No. 04221.

11. C. Y. Sun, G. Liu, Q. D. Zhang, R. Li, L. L. Wang,
Mater. Sci. Eng. A, 595, 92 (2014).

12. F. G. Meng, J. X. Dong, M. C. Zhang, Z. H. Yao.
Chin. J. Norferrous Met., 24, 432 (2014).



Z. Yu et al.: Influence of sensitising treatment on the corrosion resistance of Incoloy 028 alloy
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KOPO3MOHHATA YCTOUYNBOCT HA CIIJIABTA Incoloy 028
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(Pesrome)

W3cnenBaHo e BIMSIHUETO Ha yTacHHTe (asu Bbpxy cruiaBra Incoloy 028 upes cencubminmsupaia o6paboTka HpH
pasyimuHa Temreparypa u Bpeme. V3noi3BaHu ca MeTO 1M Ha 3ary0a Ha Terio U eJISKTPOXUMUYHHE MeTo 1. Biusnuero Ha
yTaeHuTe (ha3u BbpXy KOPO3HOHHATA YCTOWYMBOCT Ha ciutaBTa Incoloy 028 e auckyTupano Ha OCHOBaTa Ha 3HAYUMHTE
XapaKTePUCTUKH Ha MOJSAPH3AlMOHHUTE KpHBU M rpadukute Ha Nyquist. Pesynrature mokassar, ye KOpO3HOHHATA
ycToiunBocT Ha criaBta Incoloy 028 ce Biusie ot yracHute (has3u, KaTo CKOPOCTTa Ha KOPO3Hsl IIbPBOHAYATHO HApaCcTBa,
cliell KOSTO HaMallsiBa C MOBUIABAaHE Ha TeMIepaTypaTa Ha CCHCHOWIN3ALUs U Hal-CHIIHa KOPO3us ce HaOroaBa IpH
900°C. Copappxkanuero Ha Cr u MO B obOnacTra Ha KOpO3WS € IO-HHCKO OT TOBa B HEKOpOAWpajara 00acT BBPXY
MTOBBPXHOCTTA Ha CIIJIABTa, KOETO COYH, Ye 00JIacTTa ¢ yTaeHU (as3u € oTciaabeHa.
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