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KANTOPUMETPUYECKUE SPDEKTDI
NP ®A30BbIX NMPEBPALLEHUAX B CTANU 38X2MIOA

OnddepeHumnanbHasa CkaHMpyoLWas KanopumeTpus MO3BONSET yCTaHaBnuBaTb 3aKOHOMEPHOCTW CTPYKTYPHO-(ha30oBbIX NpeBpaLLeHui,
NpOVCXOAsALIMX B METanNnax v cnnaeax B LUMPOKOM Auana3oHe 3HaveHuin Temneparypbl Harpesa 1 OXNnaxaeHys, NpakTuiecky in situ. Panee 6binn
onucaHbl NpenmMyllecTsa Metoaa AnddepeHUnanbHON CKaHUPYIoLWEet KanopuMeTpun 1 NPUMEHMMOCTb AaHHOro MeToAa ANA pasfnyHbIX Mare-
pvarnos 1 Cnnasos.

Ye HakonneHHbIn onblT NnpumeHeHns [CK nokasan, YTo MHOrMe CMoXUBLUMECS NPeACTaBlieHUst O 3aKOHOMEPHOCTSX (ha3oBbIx NpeBpa-
LLIEHNI MHOTAA HYXAAITCS B ONpeaerieHHON KoppekTpoBKe. ITO, B YACTHOCTU, OTHOCUTCS K CTPYKTYPHO-(ha3oBbIM NpeBpaLLeHnsM B CTansix, uc-
cnepoBaHue kotopbix MeTogamu [JCK HoCMT ocTaToOuHO hparmeHTapHbIN XxapakTep.

B pasBuTue 3TMX uccnegoBaHui B HacTosiwen paboTe NpoBeAeHO CPaBHUTENbHOE UCCNeA0BaHNE 3aKOHOMEPHOCTEN U3MEHEHNS Kanopu-
MeTpUYecKknx ahHEKTOB NPU TEPMOLIMKIMPOBaAHUM B MEXKPUTUYECKOM UHTepBare TemnepaTyp crtanu 38X2MIOA 1 a3oTvpoBaHHOro crnosi ctanu
38X2MHIOA nocre razoBoro a3oTMpoBaHus.

OnpegeneHbl TemnepaTypbl HaYana v koHua npespatleHunii B MKTU, BENUUMHBI 3HA0- U 3K30TEPMUYECKMX IEDEKTOB U T.N.

YcTaHoBneHbl u3mMeHeHus B xoae kpuebix [JCK a3oTupoBaHHOro crost kak npu Harpese, Tak 1 Npu oxnaxaeHun. Mpu Harpese 3adukeupo-
BaHa NoTepsi MacChbl HABECKM, YTO CBA3AHO C BbIXOAOM a30Ta U3 cTanu. OTO No3BOsISeT KOCBEHHO ONPeaensTb KONMYecTBO BBEAEHHOro asoTa npu
a30TUpoBaHUW CTanen.

O6HapyxeH HeobblYHO BonbLUOI 3Kk30TepMuyeckuii adhdekT npu Harpeee B MKTW azoTvpoBaHHOro cnosi, npupofa KOToporo MoXeT ObiTb
CBsi3aHa C AeKOMMO3NLIMEN HUTPUAOB Xenesa B ayCTEHUTHOW MaTpuLe.

BbisiBneHa npu HarpeBe a30TUPOBaHHOIO Criosi 06nacTb TemnepaTtyp o6paTHOro 3BTEKTOMAHOMO NpeBpaLleHus, NpUCyTCTByloLas Ha ava-
rpamme coctosiHns Fe—N.

Mpun nocneaytoLLiem NOBTOPHOM HarpeBe a3oTUPOBaHHbLIX 06pa3LIoB BNMsiHUE a3oTa coxpaHsieTcs. CneayeT OTMeTUTb, YTO NOTepyu Macchbl
obpasua npu NOBTOPHOM HarpeBe He HabngaeTcs.

KnioueBble cnoBa: anddepeHumnanbHas ckaHupyloLlas kanopumeTpusi, asosble NpeBpalleHuns, kanopumeTpudeckne addexTbl, asor,
a30TVUPOBaHHbIN crnoi, ctanb 38X2MIOA, Harpes, oxnaxaeHue, TemnepaTypa, ra3oBoe a3oTUpPOBaHNE.

M.A. Dyshlyuk’, L.V. Spivak"?, Yu.N. Simonov'

"Perm National Research Polytechnic University, Perm, Russian Federation
2Perm State University, Perm, Russian Federation

CALORIMETRIC EFFECTS DURING PHASE TRANSFORMATIONS
IN STEEL 38KH2MYUA

The differential Scanning Calorimetry allows the patterns of structural and phase transformations in metals and alloys in a wide range of
heating temperatures and cooling, substantially in situ. Earlier have been described the advantages of the method of differential scanning
calorimetry and the applicability of this method for a variety of materials and alloys.

The accumulated experience in the use of DSC showed that many prevailing ideas about the laws of phase transformations sometimes
need some adjustment. This, in particular, relates to structural-phase transformations in steels, the study of which by DSC methods is quite frag-
mented in nature.

In support of these studies, in this work, we conducted a comparative study of the patterns of change in calorimetric effects during thermal
cycling in the intercritical temperature interval of 38Kh2MYUA steel and the nitrided layer of 38Kh2MYUA steel after gas nitriding.
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The temperatures of the beginning and end of transformations in the intercritical temperature interval, the values of endo- and exothermic

effects, etc., were determined.

Changes in the course of the DSC curves of the nitrided layer were established both upon heating and upon cooling. During heating, a
weight loss of the sample was recorded, which is associated with the release of nitrogen from steel. This allows you to indirectly determine the

amount of nitrogen introduced during nitriding of steels.

An unusually large exothermic effect was found when the nitrided layer was heated in the intercritical temperature interval, the nature of
which can be associated with the decomposition of iron nitrides in the austenitic matrix.
During heating of the nitrided layer, the temperature range of the reverse eutectoid transformation, which is present on the Fe—N state dia-

gram, was revealed.

Upon subsequent reheating of nitrided samples, the effect of nitrogen is retained. It should be noted that the sample mass loss during re-

peated heating is not observed.

Keywords: differential scanning calorimetry, phase transformations, calorimetric effects, nitrogen, nitrided layer, 38Kh2MYUA steel, heat-

ing, cooling, temperature, gas nitriding.

BBenenue

Iupokoe npumeHeHne MeTonoB AupepeHIn-
anpHON ckanupytomei kanopumerpun (JICK) [1-10]
MOKa3aI0 OMNPEACICHHYI0 OIrPaHWYEHHOCTh HAIINX
NPEICTaBICHUH O CTPYKTYpHO-()a30BBIX IpeBparie-
HUSX B MeTayimueckux cmiaBax [11-16]. Oto mo-
CTaBUJIO BOIIPOC O HEOOXOAWMOCTH PACIIUPEHHUS TaKO-
TO poOJa WCCICNOBAHUS HAa HOBBIX Marepuaax.
B pasBuTHe aToro B Hactosei padote merorom JJCK
MPOBEJCHO M3y4YECHUE KATOPHUMETPUUECKUX 3(PPEKTOB
mpu HarpeBe u oxnaxgeHnud craneir Ct40 wm
38X2MIOA B MEXKPUTHYECKOM HHTEpBajle TeMIIe-
patryp (MKTHU). Kpome TOro, mpOBEICHO HCCICIO-
BaHME BIMSHUA a30THPOBAHUS Ha (a30BbIE MpEBpallie-
HUsI B @30THPOBAaHHOM CJIOE€ TPH HAarpeBe BBILIE KpPU-
TUYECKON TOUYKU A3 U MOCIEAYIOEM OXJIAXKIECHUHU C
9TOH Temmeparypbl. Takue OOBEKTHI BIIEPBHIE CTajH
npeamerom m3ydeHus meromamu JICK.

Metoguka NMpoBeICHUs UCCTACA0BAHUA

OOBEKTOM HCCIIeIOBaHUS CITYKWIH 00pasIpl U3
cramu 38X2MIOA.

Jlis uccnenoBanust BIUsHUS a3ota [17] Ha ¢a3o-
BbIE TPEBPAICHHUS OBIIM WM3TOTOBJIEHBI ILIMIMHIPHU-
yeckue oOpasubl u3 cranmu 38X2MIOA, npomeniue
3aKaJKy C TOCIIEAYIONIMM Ta30BbIM a30THPOBAHHEM.
I"azoBoe a30TMpOBaHKE MPOBOJMIOCH IPU TEMITEPATY-
pe 540 °C u BbImepxkKe 52 4, oOecreynBaromei Iiy-
Ouny cinos azorupoBanus 0,55-0,65 mm.

Hanee c moBepxHocTH Ha riyomny 0,3 MM
(0-asza + e-pasa u y'-paza) ObuUIa CHATA CTPYKKa, KOTO-
past 1 ObLTa 0OBEKTOM HCCIIEA0BAHNS B JAHHOK padoTe.

Meramnorpadudeckne HCCIEAOBAHUS TITyOUHBI
A30TUPOBAHHOTO CJIOS TMPOBOJMJIM Ha IONEPEYHBIX
MHUKpPOLUTH(AX ¢ TOMOILIBIO ONTHYECKOT0 MUKPOCKOTA
Axiovert 40 MAT, ocrameHHOro (QOTOKaMepoil u
nporpammoii ananuza u3oopaxenuit Thixomet PRO.

duddepenunansias ckaHUpylomas — KaJopu-
Metpusi (HCK) ocymecTBieHa Ha BBICOKOYYBCTBU-
tenbHOM  Kanopumerpe STA 449 Jupiter ¢upmbl
Netzsch. ITockonbky, kak u3BectHO [18-21], Ha pe-
3yabTarhl JJCK oka3biBaeT BIMSIHUE MHOXKECTBO TPY.I-
HO KOHTPOJIHPYEMBIX (haKTOpPOB, MPOBOAMIOCH CIJIa-

KHMBAaHUE HKCIICPUMEHTAIBHBIX KPHUBBIX IOJIMHOMOM
6-8-i1 cremeHeil. OOpabOTKa OSKCHEPUMEHTAIBHBIX
nanHeix 1o JICK peanu3oBaHa C HCHOJBb30BaHUEM
nporpaMMmHOTO obecniedeHus Proteus Analyses u ma-
keta Fityk.

IKcNepHMeHTAJIbHbIE Pe3yJIbTaThI
U UX 00Cy:KIeHue

Ha puc. 1, a npencraBineHa 3aBUCMOCTb CUTHAJIa
JCK ot temnepatypsl mpu Harpese ctamu 38X2MIOA.
[Ipu temmepatype 765 °C HabmomaeTcss 0COOEHHOCTS,
KOTOpasi OTCYTCTBYET NpPH HarpeBe B 3TOM TeMIlepa-
TypHOM HHTepBane ctani Ct40 ¢ npubIn3UTEILHO TeM
Ke cozepxaHueM yriepoaa [22]. Xapakrep n3MeHEHUs

BOTOI 00JacTH TeMIepaTyp BTOPOIl MPOM3BOIHOM
(em.puc. 1, a) curnama JICK mo Ttemmeparype
(DDJICK) mo3BONSET OTHECTH 3Ty OCOOECHHOCTD

K (ha30BOMy IEpexo]l BTOPOro poja — IMEpexomy OT
(eppOMarHUTHOrO K TIapaMarHUTHOMY COCTOSTHHIO.
Temmeparypa Takoro mnepexoja Ui JKejle3a paBHa
768 °C. [y 0OBIYHOM YTIIEPOTUCTON CTalld TEMIIepa-
Typa 3TOTrO MPEBPAILEHUS] HAXOJUTCS BBIIIE TOUKU A
u noroMmy Ha JICK-3aBuCHUMOCTSIX HE MPOSBIISETCS.

[Ipu nanpHEWIIEM MOBBILIEHUH TEMIIEPATyphl
Ha JICK-3aBucuMoctu peructpupyercs (cMm. puc. 1, a)
XOpOIIO BBIPAKEHHBIH JHAOTEPMHUECKUH P PEKT,
CBSI3aHHBIN C OOpPaTHBIM NEPIUTHBIM MPEBpAIECHIEM
W PACTBOPCHHEM B TIOCJIEAYIOIIEM H30BITOYHOTO
¢depputa. Ilo-BuauMomMy, 3T ABa Ipolecca Hakia-
JBIBAIOTCS APYT Ha Apyra, 4TO IMPUBOJUT K HEKOTO-
pOMy pa3MBITHIO 3HIOTEPMHYECKOTO NHKA M 3aBEp-
menuto npouecca B MKTU mpu 870 °C. Ilo nanHbIM
HAIlleT0 KaJOPHMETPUYECKOro aHalli3a, TeMIlepary-
peI Havana npespameHus (786 °C) u ero 3aBepIieHUs
(873 °C) Onm3kM K IPUBOIUMBIM B nuTeparype [21]
Temreparypam To4eK A.; u A3 — COOTBETCTBEHHO
800 u 865 °C.

Munrnmym sHI0TepMIYeckoro nwka (807,2 °C) u
temneparypa makcumyma DDJICK (806,4 °C) paznu-
yaroTcd Ha 0,8°, 4TO MO3BOJSIET JOCTATOYHO YBEPEHHO
OTHECTH 3TO NpEBpaLICHUE K ()a30BOMY IIPEBPAILECHHIO
HOHBapuaHTHOro tumna [23]. OxHako 3TO pa3nuyue He
HACTOJIBKO Majo, YTOObl HE TpennonaraTh JCHCTBHE
ellle OJJHOTO MEXaHW3Ma IPEBPALICHUs, peaTn3yeMOoro
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B MKTU, Hanpumep pacTBopeHHe W30BITOUHOH (ha-
361 — (heppuTa.

[pu oxnaxnenun (puc. 1, 6) na JJCK-3aBucumoc-
TH (PUKCUpyeTcss OCOOCHHOCTb, CBsi3aHHAs C HayajioM
BBIZICNICHNS U3 aycTeHuTa (eppura (T. 4,3). [lo maHHRIM
JCK, sror mporecc HaumHaercst npu 764 °C. Cnpa-
BOYHBIC 3HaueHust A,; mma atoit cramu 740 °C. Ilpu
JIaJbHEHIIEM OXJIXK/ICHMM HAuMHAET Pa3BHBAThCS aK-
TUBHBIN 3K30TEPMHUYECKUI IPOLIECC, CBA3aHHBIN, KaK MBI
Mpe/rosaraeM, ¢ MepexoioM COXPAHMBILIETOCs AyCTEHH-
Ta B nepnut. OH 3akaHuuBaercs npu 663 °C. CrpaBou-
HOEC 3HaYCHHE A, IJI 3TOM CTauu JaeTcs kak 665 °C.

CyIIeCTBEHHO, YTO KOJIMYECTBO TEIa, KOTOPOe
pacxoiyercs Ha Nepexo]| CTajld B ayCTEHUTHOE CO-
crosiaue (24 JIx/T), OKa3bIBaeTCs 3aMETHO MEHBIIIE,
4YeM BBIJICNICHHE TeIUIa P 00OPATHOM IMEPEXO0JIe CTaIlU
W3 ayCTEHUTHOTO COCTOSIHUSI B (DepPPUTHO-KApOUIHYIO
cMmech (37 x/r). MakcumanbHas CKOPOCTh pacmajia
ayCTEeHUTa AOCTUTaeTcs npu temmeparype 689 °C.

Cutyauusi NpUHLIUIHAILHO MEHSETCS IMpH Ha-
rpeBe 3TOH cTayu, copepikanier as3or (puc. 2, a). Ha-
ynHas npubmmsurensHo ¢ 620 °C HabmomaeTcs 3a-

METHas MoTeps Beca oOpasmamu (puc. 3), KoTopas
MpoJIoJKaeTcs BIUIOTh 40 Temneparypsl 1000 °C, T.e.
JaXKe B YUCTO ayCTCHUTHOH 00JIaCTH.

Hauany sToro nporecca oTBedaer nosiBjicHUE Ha
JCK-KpHUBBIX HEKOTOPOH 3HIOTEPMHUYECKO OCOOEH-
HOCTH, KOTOpas, Kak MBI IIPEAINoJaracM, CBs3aHa
C IPOTEKaHHEM DJBTCKTOUIHOW pEAaKLUH B CHCTEME
Fe—N [24]. KocBeHHBIM NOATBEPXKIEHUEM 3TOMY MO-
JKET CITY )KUTBh PETHCTPAIUs B 3TOU TEMIIepaTypHOU 00-
nactu Ha DDJICK-3aBuCHMMOCTH MakcuMyMma C Om3-
kuMmu K JICK TemnepaTypamMu COOTBETCTBYIOIIUX JPYT
JPYTY 3KCTPEMYMOB Ha 3THX 3aBHCUMOCTSIX.

[Ipu panpHelimeM HarpeBe BO BCEM TeEMIEpa-
TYPHOM HMHTEpBaJe, NP KOTOPOM PErUCTPHUPYETCS OC-
HOBHas ITOTeps Beca 00paslia, a 3TO OXBATHIBACT MpakK-
TUYECKU BeCh TemneparypHblii uatepsan MKTU, ot-
cyrctByor Ha JICK-kpuBoii 0COOEHHOCTH, KOTOpBIC
MOXHO OTHECTH K IPOTEKaHWIO OOpaTHOTrO MEepnT-
HOTO TIPEBpAIICHUS M PACTBOPEHHIO H30BITOYHOTO
¢eppura. IlpaBaa, HEKOTOpas aHOMAJHA IPH TeMIIe-
patype, Omm3koit k Touke Kropu (cMm. puec. 2, a
u puc. 1, a), Bce-Taku HaOIIO1AETCS.
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Puc. 1. U3menenue curnana JICK npu Harpese (@) n oxnaxaenun (0) cramu 38X2MIOA 1o azotupoBanust:
1 — ICK-curnan; 2 — sropas npousBoanas JJCK-curnana
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Puc. 2. U3menenue curnana JICK npu Harpese (a) u oxnaxxaeHuu (6) a30TupoBaHHOro cios ctanu 38X2MIO:
1 — ICK-curnan; 2 — ropas npoussoasas JJCK-curnana
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[Ipu sToM ciegyer oOpaTHTh Tak)Ke BHUMAaHHE
Ha TO, YTO IepBasi Mpou3BoAHas curHana TG no Tem-
nepaType BO MHOTOM HAllOMHHAET XOJ 3aBUCHUMOCTH
JICK B sTOM mHTepBaje Temreparyp (cM. puc. 3 u
puc. 2, a). 9To CBUACTEIBECTBYET O TCCHOMW CBS3U Ka-
JopuUMeTpHYecKuX A(P(PEKTOB MPU HArpeBe ¢ KUHETHU-
KOH BBIXO/Ia a30Ta U3 HABECKHU.

101,5
0,00
101,0 -0,02
-0,04
100,5 -0,06
N 0,08 5
Eﬁ 100,0 010 §
99,5 el
-0,14
99,0 -0,16
-0,18
98,5 . . . . -0,20
600 700 800 900
7. °¢

Puc. 3. V3amenenue mMacchl HABECKH IIPH HarpeBe a30THPO-
BaHHOro ciuost cranu 38X2MIOA: / — moteps Maccsl oOpasua
(TG); 2 — nepBas nmpousBoaHas curaaia TG

W3 mnomy4yeHHBIX TepMOrpadMYecKHX AaHHBIX
MOXHO OIIGHHTh KOJMYECTBO BBIMICALIETO M3 CTaJH
a30Ta. B TaHHOM KOHKpPETHOM ciIydae BECOBOE COJIEp-
JKaHWe a30Ta B CTAJIH JIGKHUT B HHTEpBaie 1,9-2.2 %.

Kak BunHO u3 puc. 2, a, nporekatommue B8 MKTU
IIPY HarpeBe a30THPOBAHHOTO CJIOS ITPOIIECCHI COTIPO-
BOXKIAIOTCS BBIACIIEHUEM 3HAYUTEIBHON TEIUIOBOU
sHepruu (264 JIx/r). DTOro SBICHUS B APYTHX CTANSX
HE 3a(pUKCUPOBAHO [25].

Kak u npennonaranocs, ICK-3aBucumoctu npu
OXJIXKIEHNH OYIyT UMETh CBOM OCOOCHHOCTH (pHC. 2, 6).
Ha HHMX MOXXHO OTMETHTH 00JIACTh TEMIEpATyp Hadasia
npespamienuss B MKTU npu oxnaxxaeHuu U3 ayCTeHHT-
Horo cocrostHUs (okono 856 °C) m mHTEepBal TeMIiepa-
TYp Pa3BUTHUsI NEPIUTHOro mpeBpaiteHus. I1o xapakre-
Py W3MEHEHHS B OITOM TEMIIEPAaTypHOM HHTEpBase
DDJICK u B maHHOM ciiydae MEXaHH3M IEPIUTHOTO
IpEBpAIeHNs] IEMOHCTPUPYET NPU3HAKU (a30BOro Ie-
pexoza nepsoro pona. OqHako TemmepaTypa 3aBeplie-
HUS TIpoliecca Mepexojia onpesessieTcss HeOHO3HAYHO
(cM. puc. 2, 6). Cyns o Bcemy, oHa Onun3ka k 620 °C.

TemoBoii 3ddexT npespaieHnss Ipu OXIaxe-
HHUM a30TUPOBAHHOM CTaIM OKazajcs paBHBIM 36 JIK/T,
YTO MPAKTUYECKHA COBIAHACT C TEIUIOBBIM 3(PQeKToM
IIpU OXJIAXKIEHUU O3TOM CTad, HE IOJBEPraBILICHCS
a30TUPOBaHUI0. MaKkcUMallbHasl CKOPOCTh NMPOTEKaHHS
nporecca pu 700 °C.

Crenyet OTMETUTD, YTO IIPU TIOBTOPHOM Harpese
a30THPOBAHHOro oOpa3ua (Iocie BhIXOAA a30Ta) Co-
XpaHseTCsl YacTHYHOE To/aBiieHne (a3oBOro MmpeBpa-
meHus npu Harpese. IloTepst Macchl HABECKH B 3TOM
cllydyae He HaOJIlo1aeTcs.

3ak/ouenue

Brnepssie nomyuens! ganseie no JCK-anannsy
CTYKTYpHO-(a30BbIX IPEBPAILCHUH TIpH Harpese
u oxjaxaeHnu B MKTU cramu 38X2MIOA.

OOHapy»XeHO 3aMETHOE BIIMSHHUE COJEp Kalllero-
Cs B CTalM a30Ta Ha (pa3oBBIe TpaHCHOpPMALNU TPH
HarpeBe a30THPOBAHHON CTallM, 2 UMEHHO I10TEps Beca
obopasma u orcyrctBue Ha JICK-kpuBoit ocobOeHHO-
CTEl, KOTOPBIE MOXKHO OTHECTH K IPOTEKaHUIO 00paT-
HOTO MEPJIUTHOTO NMPEBPALICHUs] U PAaCTBOPCHUIO H3-
OBITOYHOTO (peppuTa.

BBenenne a3zora He TO3BOJSIET PETHCTPUPOBATH
SHIoTepMudeckue dS(GQEeKTI TpH  HAarpeBe  CTad
B MKTU u3-3a pa3BUTHs aKTHBHOTO 3K30TEPMHYECKOTO
addexra, BeIMUMHA KOTOPOTO B HECKOJIBKO pa3 MPEBbI-
[IaeT BENMYMHY HAOTEPMHIECKOT0 ddeKTa mpu Harpe-
BE HE COZIEprKalllei a30T CTalIM TAKOTO JKE COCTaBa.

[Tpu HarpeBe a30THPOBAHHOI cTalll OOHApYKEH
SHIIOTEpMHUYECKUH 3P eKT, 00yCIOBICHHBINA pa3BUTH-
eM O0paTHOro 3BTEKTOMIHOIO MPEBPAILCHUS B COOT-
BETCTBUHU C JuarpaMMoit coctosHus Fe-N.

[Tocne aycreHNTH3aMK M BBIXOZA a30Ta M3 CTa-
T, TIPU €€ TIOCIIEIYIONIEM OXJIAKACHUH HE MPOUCXO-
JUT TIOJTHOTO BO3BpaTa K COCTOSHUIO, TUIIMYHOMY AJIS
HE coziepralieil a3oTa cTalli, TeMIlepaTypHas 001acTh
(ha30BBIX MpEBpaIIEHUH pacIupseTcs, a TEMIEpaTypa
3aBEpLICHUs [IPOLiecca ONpeieNsieTcs HEOIHO3HAUHO.
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