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ÓÄÊ 539.4

Èçìåíåíèå ìåõàíè÷åñêèõ õàðàêòåðèñòèê è ìèêðîñòðóêòóðû àóñòåíèòíîé

íåðæàâåþùåé ñòàëè AISI 316 ïðè äëèòåëüíîì òåðìè÷åñêîì ñòàðåíèè â

óñëîâèÿõ ïîâûøåííîé òåìïåðàòóðû

Ñ. Ñ. Êèì

Ôàêóëüòåò ìàòåðèàëîâåäåíèÿ è ìàøèíîñòðîåíèÿ, Óíèâåðñèòåò â Êâàíäæó, Êîðåÿ

Èññëåäîâàíà ìåõàíè÷åñêàÿ äåãðàäàöèÿ àóñòåíèòíîé íåðæàâåþùåé ñòàëè AISI 316, êîòîðàÿ

ïðèìåíÿåòñÿ â êà÷åñòâå ìàòåðèàëà äëÿ ñîñóäîâ äàâëåíèÿ ëåãêîâîäíîãî ÿäåðíîãî ðåàêòîðà â

ïåðâè÷íîé ñèñòåìå àòîìíûõ ýëåêòðîñòàíöèé. Èçó÷åíî âëèÿíèå äëèòåëüíîãî ñòàðåíèÿ íà

ìèêðîñòðóêòóðó è ìåõàíè÷åñêèå õàðàêòåðèñòèêè. Äëèòåëüíûå èñïûòàíèÿ íà ñòàðåíèå ïðå-

ðûâàëèñü íà ðàçëè÷íûõ ñòàäèÿõ, ÷òîáû ïîëó÷èòü ðàçíûå óðîâíè äåãðàäàöèè îáðàçöîâ. Îáðà-

çöû ñòàëè AISI 316 ïîäâåðãàëèñü óñêîðåííîé òåðìîîáðàáîòêå ïðè òåìïåðàòóðå 600�C âïëîòü

äî 10000 ÷. Ïðè ýòîì îáíàðóæåíû çåðíà ìíîãîóãîëüíîé ôîðìû ñ ìíîãî÷èñëåííûìè äâîé-

íèêàìè îòæèãà, áîëüøàÿ ÷àñòü èç êîòîðûõ â òå÷åíèå äëèòåëüíîãî ñòàðåíèÿ ïîñòåïåííî

ïðèíèìàëà îêðóãëóþ ôîðìó. Ïðè íà÷àëüíîé äåãðàäàöèè ìàòåðèàëà äâîéíèêè ðàñïðåäåëÿëèñü

ðàâíîìåðíî â áîëüøèíñòâå çåðåí è ïîñëå äëèòåëüíîãî ñòàðåíèÿ â òå÷åíèå 10000 ÷ èñ÷åçàëè.

Äåëüòà-ôåððèò ïî ãðàíèöàì çåðíà àóñòåíèòà òðàíñôîðìèðóåòñÿ â ñèãìà-ôàçó è ïðåöè-

ïèòàòû Cr23C6 â òå÷åíèå äëèòåëüíîãî ñòàðåíèÿ, ïðè ýòîì äîëÿ îáëàñòè íà ãðàíèöå çåðíà

óâåëè÷èâàåòñÿ. Ìàêñèìàëüíàÿ ïðî÷íîñòü îòìå÷àåòñÿ ïðè ñòàðåíèè â òå÷åíèå 100 ÷ è

óìåíüøàåòñÿ âïëîòü äî 1000 ÷. Ïðè äàëüíåéøåì óâåëè÷åíèè âðåìåíè ñòàðåíèÿ ïðî÷íîñòü

ïîâûøàåòñÿ ïî ñðàâíåíèþ ñ íà÷àëüíûì ñîñòîÿíèåì. Îäíàêî óäëèíåíèå è âÿçêîñòü íåïðåðûâíî

óìåíüøàþòñÿ, ÷òî ñâèäåòåëüñòâóåò îá îõðóï÷èâàíèè ìàòåðèàëà â òå÷åíèå äëèòåëüíîãî

òåðìè÷åñêîãî ñòàðåíèÿ.

Êëþ÷åâûå ñëîâà: ñòàëü AISI 316, äëèòåëüíîå ñòàðåíèå, äåãðàäàöèÿ, ìåõàíè÷åñêèå

õàðàêòåðèñòèêè, ìèêðîñòðóêòóðà.

Introduction. Structural components designed for severe high-temperature and high-

pressure environments of power and chemical plant facilities deteriorate during their

operation, leading to growing safety and integrity concerns. In particular, damage to the

structures at nuclear power plants could possibly be the cause of a radiation leak.

Therefore, the safety evaluation or life assessment of such structures is required and

considerably important, especially for structural materials used at a high temperature, which

normally suffer microstructure degradation due to long-term exposure. To accurately
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predict the integrity and remaining lifetime, the mechanical properties of the components

that have degraded microstructures must be identified.

In the nuclear power plant (NPP) industry, various components and systems are

operated under different service conditions. Austenitic AISI 316 stainless steel is widely

used for high-temperature structures, such as pipes and steam turbines, due to its superior

high-temperature strength, oxidation resistance, thermal conductivity and low thermal

expansion [1, 2]. However, the mechanical strength of these materials abruptly decreases

during long-term service at a high temperature, resulting in the coarsening of intermetallic

particles and lath subgrain broadening. The most common forms of damage to structural

materials after prolonged exposure to high temperature and pressure are thermal aging,

fatigue and creep. When these steels are exposed to high temperatures for a long period,

however, they are generally subjected to mechanical softening [3–5]. As a result, the

quantitative evaluation of the microstructure is crucial in assessing the lifetime and

structural health monitoring of the components made of this type of steel. Therefore, in this

study, the effect of long-term thermal aging on mechanical damage on AISI 316 austenite

stainless steel was investigated at a high temperature to monitor the thermal degradation in

nuclear plants.

1. Experimental Details. AISI 316 austenite stainless steel samples were prepared for

the present study. The chemical compositions of the test materials were analyzed by

inductively coupled plasma mass spectrometry (ICP-MS), as shown in Table 1. The test

specimens were isothermally aged at 600�C for 100, 1000, 5000, and 10000 h in an

electrical furnace. The thermally aged specimens were prepared with dimensions of

20 20 150� � mm. The test specimen preparation for light microscopy was carefully

conducted because improperly prepared samples can lead to erroneous interpretations.

Reasonably small-sized samples can be handled easily; therefore, in most cases, sectioning

is required. Using a band saw, small-sized samples were prepared, and a low-speed

diamond saw was used to reduce the deformation depth. Because it became increasingly

difficult to keep the surface flat and obtain a high-quality polish over the entire surface, the

test specimens were mounted with cold-mounting resins. The surface to be prepared was

then abraded using a graded sequence of abrasives, starting with a coarse abrasive from

120- to 2000-grit silicon carbide grinding paper. After being ground to a 2000-grit finish,

the samples were polished to produce a flat, reasonably scratch-free surface with high

reflectivity. Fine polishing was conducted with 1- and 0.05-�m alumina slurries. For most

materials, the microstructure was revealed only by the application of an appropriate etching

process. The chemical etching was achieved in reagents consisting of 80 ml HCl + 13 ml

HF + 7 ml HNO3 at 55�C. To observe the fine precipitates along the grain boundary and

grain interior, thin foils were prepared by twin jet polishing in a solution of 20% perchloric

acid at � �15 C and 50 V.

The micro Vickers hardness was measured to determine the change in surface

hardness with long-term aging. The surface was subjected to a standard pressure for a

standard length of time by means of a pyramid-shaped diamond with a vertex angle of 136� .

Ten hardness tests were conducted under a load of 1 kg and a hold time of 10 s based on

ASTM E348. The hardness test was performed ten times for each test sample. The

minimum and the maximum values were omitted, and then, the average of the remaining

eight values was taken as the final hardness result of the samples.

T a b l e 1

Chemical Composition of AISI 316 Steel (wt.%)

C Si Mn P S Mo Ni Cr Cu V Ti Nb N Fe

0.02 0.35 1.58 0.032 0.001 2.47 10.82 17.41 0.43 0.06 0.001 0.02 – Bal.
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X-ray diffraction analysis was conducted to identify the crystallographic structures

within AISI 316 stainless steel after mechanical polishing with 0.05-�m alumina

suspension. The geometry of an X-ray diffractometer is such that the sample rotates in the

path of the collimated X-ray beam at an angle �, while the X-ray detector is mounted on an

arm to collect the diffracted X-rays and rotates at an angle of 2�. The instrument used to

maintain the angle and rotate the sample is termed a goniometer. The data were collected at

2� from 30 to 80�. An X-ray diffractometer with monochromatic Cu-K� radiation at 40 kV

and 30 mA was used for the analysis. Electrolytic extraction was performed to identify the

precipitates of AISI 316 stainless steel by dissolving the matrix in 10% hydrochloric acid in

methanol at a voltage of 3 V for 12 h. The tensile test was performed three times for each of

the thermal aging conditions at the cross-head speed of 1 mm/min at room temperature to

evaluate the mechanical properties in accordance with ASTM E8. The specimen was

prepared in a dog-bone shape with a gauge length of 50 mm, a width of 6 mm, and a

thickness of 2 mm.

The Feritscope was also applied to measure the fraction of delta-ferrite in the AISI

316 stainless steel with long-term aging. The Feritscope measures the ferrite content in

austenitic steels according to the magnetic induction method. All magnetizable structure

sections are measured, i.e., in addition to delta-ferrite, strain-induced martensite or other

ferritic phases are measured. For the electron backscatter diffraction (EBSD) observation,

the surfaces of the specimen were polished with 1-�m diamond paste and a 0.05-�m

alumina slurry, followed by electropolishing using a mixture of 700 ml of phosphoric acid

and 300 ml of distilled water, which was cooled in dry ice water and then stirred during

polishing. The polishing conditions were 1.5–2 V for 5–10 min. A crystal orientation

measurement was obtained with a TSL EBSD system with a field emission electron gun

system.

2. Results and Discussion. Figure 1 shows the optical micrographs of AISI 316

austenite stainless steel at each long-term aging time. The polygonal grains and delta-ferrite

along the grain boundaries are the typical microstructure of the AISI 316 stainless steel.

The ferritic islands (dark black region) are in an elongated form and are parallel to the

rolling direction in all microstructures. There are many annealing twins in grains and

delta-ferrite that resemble small black spots on the grain boundaries, as shown in Fig. 1a.

These annealing twins are typical in an fcc crystal structure with low stacking-fault energy

materials [6]. As the aging time increases, the annealing twins disappear abruptly, and the

grain shape changes from angular-shaped grains to round-shaped grains. There are few

annealing twins for long-term aging, as shown in Fig. 1b and c.

The delta-ferrite is an unstable phase in stainless steel at the aging temperature of

600�C; therefore, it transforms into a stable phase, i.e., the sigma phase, which forms

predominantly out of delta-ferrite because the composition of delta-ferrite is similar to the

sigma phase in high-alloyed Cr-Ni steel. The sigma phase is undesirable because of the

embrittlement of the matrix and the withdrawing of chromium from the matrix [7]. The

consequence of this process is a drastic deterioration of the stability of the material against

corrosion. When the sigma phase precipitates out of the delta-ferrite, austenite is also

formed by the decrease in ferrite-forming elements Cr and Mo. The coarse sigma phase is

clearly observed along the grain boundaries in Fig. 1b and c. Table 2 shows the

microstructural evolution of AISI 316 steel subjected to long-term aging. From the

mechanical metallurgy perspective, the mechanical properties strongly depend on the

microstructure of materials. The microstructural evolution investigated in this study during

long-term aging included the twin fraction, grain size and aspect ratio of the grains. After

1000 h of aging, it is very difficult to observe annealing twins by OM analysis. Although

the equilibrium grain size does not change during long-term aging, the aspect ratio of

grains increases gradually.
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For a more precise observation of the surface micrographs, electron microscopy was

used. As mentioned, the delta-ferrite transformation on the austenite grain boundaries was

more clearly investigated via scanning electron micrographs, as shown in Fig. 2. Figure 2

depicts scanning electron micrographs of AISI 316 austenite stainless steel at each

long-term aging time of 0 and 10000 h. The delta-ferrite phases lie along the grain

boundaries, and the equivalent size is approximately 6 �m. However, they are decomposed

into sigma and Cr carbides, as shown in Fig. 2b [8]. The Laves phase (�) is frequently

found in austenitic stainless steels [9–11]. The Fe2Mo Laves phase was generated at 600�C

in AISI 316 stainless steel before the precipitation of the sigma phase [12]. In this work, a

Laves phase was observed in a decomposed area of delta-ferrite and at grain boundaries

together with the sigma phase. Figure 2c and d are the magnified images of the rectangular

area in Fig. 2a and b showing the generation of secondary precipitates known as Cr-rich

Cr23C6 precipitates.

T a b l e 2

Microstructural Evolution of AISI 316 Steel Subjected to Long-Term Thermal Aging

Aging (h) Twin fraction (%) Grain size (�m) Aspect ratio

0 63 5	 56 13	 0 56 012. .	

100 60 3	 55 16	 0 60 0 08. .	

1000 0 55 9	 0 61 010. .	

5000 0 62 15	 0 63 010. .	

10000 0 59 11	 0 64 0 09. .	

Fig. 1. Optical micrographs of AISI 316 austenite stainless steel at each long-term aging time: (a) 0 h,

(b) 100 h, (c) 1000 h, and (d) 10000 h.
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Table 3 shows the delta-ferritic volume fraction in AISI 316 austenitic stainless steel

subjected to long-term aging. The image analysis with SEM shows the delta-ferrite fraction

increased up to 10000 h. However, the delta-ferrite fraction analyzed by the ferrite scope

and XRD decreased. This discrepancy originated from the decomposition of delta-ferrite

during long-term aging. The image analysis does not consider the decomposition of

delta-ferrite. As shown in the OM and SEM observations, the area of decomposition of

delta-ferrite increased.

Figure 3 depicts electron backscatter diffraction micrographs of samples aged long

term for 10000 h, showing an orientation map of each phase in AISI 316 austenitic stainless

steel. The orientation image shows the 
-matrix (
) and �-ferrite (�) on a grain boundary.

T a b l e 3

Delta-Ferritic Volume Fraction in AISI 316 Steel

Aging (h) SEM Ferrite scope XRD

0 2 80 010. .	 195 0 05. .	 2 30 010. .	

100 2 70 0 06. .	 180 0 09. .	 170 010. .	

1000 3 20 010. .	 100 0 03. .	 110 0 08. .	

5000 310 0 08. .	 0 70 0 05. .	 0 50 0 02. .	

10000 3 80 010. .	 0 50 0 02. .	 0

Fig. 2. Scanning electron micrographs of AISI 316 austenite stainless steel at each long-term aging

time showing delta-ferrite decomposition along grain boundaries and generation of secondary

precipitates: (a) 0 h, (b) 10000 h, (c) magnified image of rectangular area in (a), and (d) magnified

image of rectangular area in (b).
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On the boundary, intermetallic Cr23C6 was introduced, denoted by M, and the sigma (�)

phase was also generated on the boundary, indicating the spinodal decomposition of �-

ferrite. As the aging time increased, the annealing twins were fully recovered, and the

delta-ferrites were transformed into the sigma phases. Cr-rich carbides (M) were present

along the grain boundaries and the grain interiors. The sigma phase has a very important

effect on the corrosive and mechanical properties of austenitic stainless steel [13, 14].

Figure 4 shows the typical TEM thin film images of AISI 316 austenite stainless steel

at each long-term aging time, showing the triple point of grains. The Cr-depleted region, as

indicated by arrows, was clearly shown along the grain boundaries of both specimens aging

100 h and those aging 5000 h. Most of all, the width of the depleted region increased with

thermal aging time, which was the sensitization of austenitic stainless steel subjected to

long-term aging at elevated temperatures. This sensitization caused severe corrosion in

austenitic stainless steel. In addition to the Cr-rich Cr23C6 carbides, the coarsened Mo-rich

Fe2Mo intermetallic phases (Laves) were observed with further aging.

Fig. 3. Electron backscatter diffraction micrographs of long-term aged 10000 h AISI 316 specimen

showing orientation map of each phase in AISI 316 austenitic stainless steel: (a) 
-matrix, (b) �-

ferrite, (c) Cr-rich carbides, and (d) sigma (�) phase.

Fig. 4. TEM bright field images showing typical precipitates along grain boundary of AISI 316

specimen: (a) 100 h and (b) 5000 h.

a b

a b c d
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Figure 5 shows the X-ray diffraction patterns of AISI 316 austenite stainless steel at

each long-term aging time. As the aging time increased, the intensity of the diffraction peak

of the delta-ferrite decreased due to decomposition during long-term aging. In this

diffraction peak, it was possible to calculate the delta-ferrite fraction using direct comparison

analysis [15]. The volume fraction of delta-ferrite was quantitatively measured as shown in

Table 3.

The precipitates played an important role in the mechanical strength mechanism. The

electrolytic extraction was applied to identify the precipitates of AISI 316 stainless steel by

dissolving the matrix. Figure 6 shows the typical X-ray diffraction profile of the extract

residues of AISI 316 austenite stainless steel. The main precipitates were verified to be

M23C6, which is well known as a Cr-rich carbide. The diffraction intensity of the sigma

phase (2 47� �) increased dominantly after 10000 h of aging due to delta-ferrite

decomposition.

Figure 7 shows the variation in Vickers hardness as a function of aging time. As the

aging time increased, the Vickers hardness increased abruptly at 100 h of aging and then

decreased to the same level of the solution state. This increase in hardness originated from

the nucleation of fine precipitation along the grain boundaries and the grain interior. After

Fig. 5. X-ray diffraction profile of AISI 316 austenite stainless steel at each long-term aging time.

a b

Fig. 6. X-ray diffraction profile of extract residues of AISI 316 austenite stainless steel: (a) 1000 h

and (b) 10000 h.
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the peak of hardness, the precipitates were coarsened, resulting in a decrease in hardness.

For the long-term aging, the hardness increased continuously due to sigma phase generation

during aging.

Figure 8 shows stress–strain curves of AISI 316 austenite stainless steel at each

long-term aging time. It is not possible to observe a yield drop in this stainless steel.

Therefore, in this study, the yield stress was measured using the 0.2% offset method. The

AISI 316 austenitic stainless steel is a ductile material with a large elongation to the

fracture. As the aging time increased, the elongation decreased, demonstrating the

embrittlement of austenitic stainless steel during long-term aging.

Table 4 shows the mechanical properties of AISI 316 austenitic stainless steel

subjected to long-term aging. The elongation and toughness decreased continuously with

aging time, i.e., the material underwent embrittlement during long-term aging. However,

the yield strength and the ultimate tensile strength increased in the initial aging time of 100 h,

exhibiting the peak of strength. Subsequently, the strength decreased up to 1000 h of aging

time, exhibiting a minimum of strength. After the aging time was prolonged to 10000 h, it

was clearly noticed that the strength increased consistently. This variation in tensile

strength was in accordance with the hardness changes.

Fig. 7. Variation in Vickers hardness as a function of aging time.

Fig. 8. Stress–strain curves of AISI 316 austenite stainless steel at each long-term aging time.
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Figure 9 shows scanning electron micrographs of the fracture surface of AISI 316

austenite stainless steel at each long-term aging time. The dimple is a general phenomenon

of the ductile fracture of materials. AISI 316 austenite stainless steel shows a typical

fractograph of ductile fracture mode. As the aging time increased, the dimple size

decreased, resulting in decreases of elongation and toughness during long-term aging. In

particular, the site of delta-ferrite decomposition is clearly observed, as denoted by arrows.

These interfaces between the decomposed sigma phase and the austenite matrix might be a

crack propagation path and a crack nucleation site due to incoherent characteristics [16].

Therefore, the sample shows a brittle fracture mode with a thermal aging time increase.

Conclusions. AISI 316 austenite stainless steel showed polygonal-shaped grains with

many annealing twins that gradually tended to become more circular-shaped grains during

long-term aging. In the initial material degradation, the twins were distributed uniformly

within most grains, but they all recovered and disappeared after the prolonged 10000-hour

aging time. Delta-ferrite along austenitic grain boundaries transformed into sigma phases

and Cr23C6 precipitates during long-term aging, and the area fraction on the grain boundary

increased. The peak yield and ultimate tensile strength appeared at the 100-hour aging time

and then decreased up to 1000 h, exhibiting a minimum of strength. For further aging time,

the strength increased to a level higher than that of the initial state. However, elongation

T a b l e 4

Mechanical Properties of AISI 316 Steel Subjected to Long-Term Aging

Aging (h) Yield stress

(MPa)

Ultimate stress

(MPa)

Elongation (%) Toughness

(MJ/m2)

0

100

1000

5000

10000

323

340

288

321

332

608

646

590

627

650

69

65

59

54

52

379

379

313

304

303

Fig. 9. Scanning electron micrographs of fracture surface of AISI 316 austenite stainless steel at each

long-term aging time: (a) 0 h, (b) 100 h, (c) 1000 h, and (d) 10000 h.
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and toughness decreased continuously, demonstrating the material embrittlement during

long-term aging. The typical fractograph of AISI 316 austenite stainless steel shows ductile

fracture mode. As the aging time increased, the dimple size decreased, resulting in

decreases of elongation and toughness. These interfaces between the decomposed sigma

phase and the austenite matrix might be a crack nucleation and propagation site due to

incoherent characteristics.
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Ð å ç þ ì å

Äîñë³äæåíî ìåõàí³÷íó äåãðàäàö³þ àóñòåí³òíî¿ íåðæàâ³þ÷î¿ ñòàë³ AISI 316, ÿêà âèêî-

ðèñòîâóºòüñÿ ÿê ìàòåð³àë äëÿ ïîñóäèí òèñêó ëåãêîâîäíîãî ÿäåðíîãî ðåàêòîðà â

ïåðâèíí³é ñèñòåì³ àòîìíèõ åëåêòðîñòàíö³é. Âèâ÷åíî âïëèâ òðèâàëîãî ñòàð³ííÿ íà

ì³êðîñòðóêòóðó ³ ìåõàí³÷í³ õàðàêòåðèñòèêè. Òðèâàë³ âèïðîáóâàííÿ íà ñòàð³ííÿ ïåðå-

ðèâàëèñü íà ð³çíèõ ñòàä³ÿõ, ùîá îòðèìàòè ð³çí³ ð³âí³ äåãðàäàö³¿ çðàçê³â. Çðàçêè ñòàë³

AISI 316 ï³ääàâàëè ïðèñêîðåí³é òåðìîîáðîáö³ çà òåìïåðàòóðè 600�Ñ àæ äî 10000

ãîäèí. Âèÿâëåíî çåðíà áàãàòîêóòíî¿ ôîðìè ç ÷èñëåííèìè äâ³éíèêàìè â³äïàëó, á³ëü-

ø³ñòü ç ÿêèõ ïðîòÿãîì òðèâàëîãî ñòàð³ííÿ ïîñòóïîâî ïðèéìàëà îêðóãëó ôîðìó. Ïðè

ïî÷àòêîâ³é äåãðàäàö³¿ ìàòåð³àëó äâ³éíèêè ðîçïîä³ëÿëèñü ð³âíîì³ðíî â á³ëüøîñò³ çåðåí ³

ï³ñëÿ òðèâàëîãî ñòàð³ííÿ ïðîòÿãîì 10000 ãîäèí çíèêàëè. Äåëüòà-ôåðèò ïî ãðàíèö³

çåðíà àóñòåí³òó òðàíñôîðìóºòüñÿ â ñèãìà-ôàçó ³ ïðåöèï³òàòè Cr23C6 ïðîòÿãîì òðèâà-

ëîãî ñòàð³ííÿ, ïðè öüîìó ÷àñòêà îáëàñò³ íà ãðàíèö³ çåðíà çá³ëüøóºòüñÿ. Ìàêñèìàëüíà

ì³öí³ñòü ìàº ì³ñöå ïðè ñòàð³íí³ ïðîòÿãîì 100 ãîäèí ³ çìåíøóºòüñÿ àæ äî 1000 ãîäèí.

Ïðè ïîäàëüøîìó çá³ëüøåíí³ ÷àñó ñòàð³ííÿ ì³öí³ñòü çðîñòàº ïîð³âíÿíî ç ïî÷àòêîâèì

ñòàíîì. Îäíàê ïîäîâæåííÿ ³ â’ÿçê³ñòü íåïåðåðâíî çìåíøóþòüñÿ, ùî ñâ³ä÷èòü ïðî

îêðèõ÷åííÿ ìàòåð³àëó ïðîòÿãîì òðèâàëîãî òåðì³÷íîãî ñòàð³ííÿ.
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