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Ykpaincokuti oeparcasnuil Ximiko-mexnono2iunuil yrisepcumem, [[Hinponempogcvk

OLIHKA HEBU3HAYEHOCTI BUMIPOBAHHA KPUTUYHOI TEMMEPATYPU
NP AOCNIAXXEHHI ®A30BOI0 NEPEXOAY HANIBMPOBIAHUK — METAN
Yy AloKCcual BAHAAIO

3 memoio scmanosnenns memnepamypu hazo8020 nepexody ma tio2o0 eHmaIbnii 3anPONOHOBAHO MOOEb Men-
106020 banawncy npu npogedeni J{ITA. Iloxkaszano, wo memnepamypa OITHM e ¢ynxyicio piznuyi memnepamyp 3pa-
3KA MA PeyosUHU-eMAaloHny, KilbKOCMI pedosuru 000X ma iXHboi menioeEMKOCmi, a makodc enmanvnii. 3a ompuma-
HOI0 MOOeJLI0 npogederno 0bpooky excnepumenmanvrux oanux [JTA VO, na ocHo6i w020 6UKOHAHO OYIHKY CIMAHOA-

PpmHOT HesusHayeHocmi sumiproganis memnepamypu OITHM.

Knrouosi cnosa: oughepenyitino-mepmiunuil anauis, cmMaHOAPMHA HEeBUHAYEHICMb SUMIPIOGAHHS, (a306ull

nepexio HanienpoGiOHUK-Memai, OLOKCUO 8aAHAOI0.

BecTtyn

IMocTaHoBKa TMPoOIeMH. BH3HAYHOIO AKICTIO OK-
CHIIIB BaHA/IIO € Te, M0 y OLIBIIOCTI 3 HUX CIIOCTepira-
eTbesl (pasoBuit mepexin I poxy mpu Aeskid KpUTHUHIH
temnepatypi Tc [1]. @enomenonoriuao ®ITHM Burs-
Jlae SIK pi3Ka Ta 3BOPOTHA 3MiHa (i3UUHHX (ENeKTphY-
HUX, ONTUYHUX, MarHITHUX) Ta XIMIYHUX BJIACTHBOCTCH
MaTepialy NpH 3MiHi, Hampukiaj, temneparypu. Jlis
peectpalii (a3oBHX MEPETBOPEHb B 3pa3kax i JOCIi-
JOKEHHSI iX TapaMeTpiB HIMPOKO 3aCTOCOBYIOTH METOJ
nmudepentiino-tepmiyaoro anamizy (IATA). ATA — me-
TOI MOCHIPKSHHS, 10 IMOJIATae B HarpiBaHHI abo 0Xo-
JIOJDKEHHI 3pa3Kka 3 MEBHOI0 IMIBHIKICTIO 1 3aIUCi Yaco-
BOI 3aJIC)KHOCTI PI3HUIN TEMIIEpPaTyp MiXK JOCHTIKYBa-
HHUM 3pa3KoM 1 3pa3KkoM MOPIBHSHHS (€TAJIOHOM), IO He
3a3HA€E JKOJHUX 3MIH Y PO3IIIIHYTOMY TEMIIEpPATYpPHOMY
inTepBaii [2]. Buxonsun 3 Mi>KHaApOJHOTO CTaHAAPTY i
cTaHAapTy YKpaiHH, SKICTh KOXXHOTO BHMipIOBaHHS
CNiJl OIHIOBATH B paMKaX KOHIICIIII HEBH3HAYCHOCTI
[3, 4]. Takum yrHOM, HEOOXIHO MATH HE JIAIIE KiJIbKi-
CHY iH(OpMAIII0 CTOCOBHO JOCHIIKYBaHOI (i3UUHOL
BEJIMYMHH, a 1 SIKICHY — OLIIHKY BIIEBHEHOCTI (abo Here-
BHOCTI/HEBU3HAUCHOCTI) Y OTPUMAaHOMY PE3YJIbTATI.

AHaJti3 ocTaHHiX jukeped i myoaikaniii. liokcun
BaHaJil0 — MaTepial, mo Mae (a3zoBuil epexi/l HaliBII-
poBigauk-mMeran (GIIHM), xoTpuii B MOHOKpHCTanax
cnocTepiraerscs pu Temmneparypi Tc = 67°C [5]. [a-
HU#l (a3oBUil mepexil € MePexoIOoM IEpIIOro Poay 3
TeIoTor mepexony (eHranbmiern) 4000 Jx/mons 3a
nanumu [6] ta 4182 JIx/mons 3a [7]. IIpu upomy iHdo-
pMaIlifo CTOCOBHO SIKICHOI OLIHKA — HEBU3HAYCHOCTI
pe3yabTariB BuMiproBanHsa Tc meromamu JITA 3Haiitu
He BIanocs. Takoxk JOIIEHO BCTAHOBUTH HPUAATHICTD
merony JTA nist BU3HaueHHS TEPMOAMHAMIYHOTO Ia-
pamerpy ®ITHM — enranbmii.

HeBusHaueHicTh — mapameTp, IO IOB’S3aHUH 3
pe3y/bTaToM BUMIPIOBAHHS 1 XapaKTepu3ye PO3KH 3Ha-

YeHb, SIKi OOTPYHTOBAHO MOYKHA TPHITUCATH BUMIpIOBa-
Hill BennuuHi [4]. Skmo mrykana (BuUXigHa) BeNWYHMHA
y € (YHKIIEIO JEeKUTbKOX HE3aISKHHUX MapaMerpiB X,
X2, ..., Xk 3aTAIBHUM 4UCIIOM k:

y= f(xl,xz,...,xk),
I€ Xq,Xy,...,X, — BUMIpIOBaHi Oe3M0CepeaHbO BeTHIH-

HU 3 BiJITOBITHUMH CTAHIAPTHUMH HEBH3HAUYCHOCTIMH
u(xy), u(xs), ..., U(Xy), To CyMapHa CTaHIapTHAa HEBU3HA-
YEHICTh BEJIMYMHH Yy 004HCIIoEThes 3a (opmyroro (1),
110 € 3aKOHOM IOUIMPEHHsI HEeBU3HAYEHOCTI [3, 4]:

k
2
u(y) =, [ 2 (Cuxp)” (1)
i=l1
ne C; = ﬁ — BaroBuil Koe(illieHT — YaCTHHHA ITOXIJI-
X -

1
Ha BEJIMYHMHH Y 33 TTAPAMETPOM X;.

®opmMyaIOBaHHA MeTH cTaTTi. MeToro naHoi po-
00TH € OlliHKa HEBU3HAYEHOCTI BUMIpPIOBAHHS TeMIIepa-
typu ®ITHM y marepianax Ha ocaoBi VO2 Ta po3paxy-
HKY eHTanbii pazoBoro nepexoay meronamu JATA.

Buknag ocHOBHOro maTepiany

VY nocmipkeHHSX (a30BHX IEPEXOIiB y Marepia-
JIaX, IO CYIPOBODKYIOTBCS €HA0- 200 €K30TepMIYHUMU
edekTaMH, HEIOCTaTHHO OTPUMATH iH(OpPMAII0 PO
3HAYEHHs JESKOi KPUTUYHOI TeMIEpaTypH, TaK K CyT-
TEBY NMpaKkTUYHY Bary Mmae Teruiora nepexony [8]. Ilpu
LBOMY JUIS TIOPIBHSUILHOTO aHaJli3y pe3yibTaTiB BHMi-
PIOBaHb, POBEACHUX IS Cepil 3pa3KiB Pi3HOTO CKIIATY,
JIOLIBHO KEpyBaTHCSl 3HAYSHHSIMH MOJSIPHOI TEIUIOTH
Tiepex oy, 3HalIeHol B OMMHUISX [IK/MOJIb.

Hocmimxenns T, y VO, npoBOAWIMCE METOAOM
ATA. TIpu upomy excriepuMeHT OyB peani3oBaHHi Ha-
CTymHMM 4uHOM (puc. 1): 1Ba ONHAKOBI TOHKOCTIHHI
(ToBIIMHA CTiHKH NpubansHo 0,7 MM) KBapIoBi cra-
KaH4UKH 06’eMOM He Oinbire 1 cM’ 3 JaTdMKAMH TeM-
neparyp, B sIKOcTi sikux BukopucraHo TXA (tum K), 3
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HaBaxkamMu VO, ta SiO, macamu m; =0,92115T1 Ta
m, =0,45180 r BiANOBIAHO, IO BHU3HAYEHI METOIOM
TOYHOT'O 3Ba)KYBaHHS Ha aHAJTITUYHUX Barax tuiry BJIP-
200, moMicTunM 10 CYIIMIBHOI madu, MBUIKICTH JIi-
HiIfHOr'0 HarpiBy sIKOi cTaHOBUTH 3°C/XB.

Puc. 1. Ctpykrypa peamnizamii ATA:
1, 2 — cTakaHYMKH 3 HABa)XKKaMU;
3,4 - TXA (K); 5— PMT69Ex;

6 — cymuibHa mada

Burie HaBeeH1 mapaMeTp CTaKaHYMKIB, JaTYUKIB
Ta YMOB TIOBHICTIO 3aI0OBOJIbHSIOTH BHMOTaM MO0
npoBenends JITA [9]. OOpaHuii 00’eM CTaKaHYHKIB €
ONTUMAJIBHUM JIJIs JIOCATHEHHS OTHOPIJAHOTO HArpiBY
JIOCITIJTHOTO MaTepiaily, B IKOMY TPaJi€eHT TeMIepaTypu
€ HecyTTeBUM. [IpH I[bOMY BTpaTH TeIla Ha TEILIOIe-
penady BiJ CTiIHOK CTaKaHYHUKIB O MaTepiaiB JOCIiI-
HOI'0 3pa3Ka Ta €TAJIOHy NPUIMAaEMO OJHAKOBUMH. Y
MOMEHTH 4Yacy 3 iHTepBajaoM | cekyHaa (hikCyBasu 3HA-
4YeHHs TemrepaTyp aociigHoro 3paska (T;), eramony
(T,) Ta 3HaYeHHS pi3HUILI MK HUMH (2):

AT‘I = Tli —Tzi . (2)

3 oAy Ha Te, M0 OOMIBAa CTaAKaHYMKU 3HAXO-
JITHCS. B OJTHAKOBUX YMOBaX HarpiBy, IUIOIIA iXHBOT
MTOBEPXHI OJJHAKOBA, MOYKEMO CKJIACTH PiBHAHHA (3), 110
BUpa)ka€ PIBHICTb KUIBKOCTI TEIUIOTH, OTPUMAaHOI 000-
Ma CTaKaHYMKaMH 33 OJJHAKOBHUI MpoMiKoK vacy [10]:

(€)

Iie C1, C; — MOJISIPHI TEIUIOEMKOCTI PEYOBUHH JOCITiTHO-
0 3pa3Kka Ta eTajoHy BianosinHo, [x/(Monb-K); vy, v, —
KUIBKICTh PEYOBHHM OCTIHOIO 3pa3ka Ta CTaJOHY

evi(Tyi —Tyi) =cva(Tyi =Ty, ),

BinosiauHo, Momb; (Ty; =Ty ), (Tp; =Ty, ) — pisHuns

MiX TemriepaTypamH B i-i Ta (i—1)-if MOMeHTH yacy ais
JIOCITIJTHOT'O 3pa3Ka Ta eTajJoHy BiqmoBinHO, K.
3 piBusiHHS (2) Temneparypa T, 3HaXxomuThcs 3a
(4):
T =T, —AT;. )
3 BpaxyBaHHsIM (4) MicIsI MATEMaTUIHUX TIEPETBO-
peHs piBHsHHS (3) HaOyBae BUrIIAAY (5):
Vo (T =T ) —¢pvi(Ty, =Ty, ))

CVa

=AT

TN )

Beenemo 3aminy (6):

cv
p=—""L. (©6)
C2V2
PiBusaHs (5) 3 BpaxyBaHHsM 3aMinu (6) HaOyBae
Burssiny (7):

BTy, +(1-B) Ty-Ty =AT;. (D)

TaKI/IM YHUHOM, OTpI/IMaJ'II/I MOICJIbHE piBHHHHH BU-
ay (8):
(8)

Otpumani gociiaHi JdaHi 3 BpaxyBaHHAM (5), (8)
HaBeJIeHO Ha pHuc. 2.

AT = (v, v, Tyiu Ty Ty )

110 - » » ~ ~ -1
100 - - - - :
90

[
L
o

IS
AT,

0 500 10001_ }:500 2000 2500

Puic. 2. Pesyabstamii JJTA 3paska VO,
— —T1i T21 ATi

BignosigHo mo puc. 2 ®ITHM y nocnimkyBaHOMY
3pasky VO, 3adikcoBaHO y MOMeHT 4dacy i = 1549. Ta-
KAM YHHOM OTPHMMAaHO HACTYITHUI MacWB 3HAa4Ye€Hb BH-
MipIOBaHHUX TEMIICpaTyp:

AT;=-7,68 K; T};= 341,51 K;
T, =341,59K; T, =349,45K.

[Iputimemo 3aminu (9):

i i1

CVa

=b.

)

C2V22

3a [11] TeroeMKOCTi AOpPiBHIOIOTH, J[x/(Monb-K):
¢ =C)(V0,)=59,20, ¢y =C)(Si0,)=44,35; mo-
napHi  Mack, T1/Moms: M; = M(VO,) = 82,94,
M, = M(Si0O,) = 60.

YactuHHi moximHi piBHsAHHSA (7) 32 3MIHHUMH

v, v, Ty, Ty, |, Ty, | HaBeneHo piBHOCTAMY (10) — (14)

-1

BIIOBIAHO:
OAT. K
C] _ i_ —a-(T“ _T]i—l)=_1’77 ; (10)
avl MOJIb
OAT:;
Cy=ia b (T, + Ty, )=262 K; (11)
ovy
OAT
Ci= =1-B=-097; 12
3 o, B (12)
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OAT
o, p (13)
i-1
AT
Cs = 0 =-1. (14)
Ty
3rigHo a0 [12], [4] Ta [13] 3HalimeHO CTaHAApTHI
HeBU3Ha4YeHocTi 3a TunoM B (up)  BenuuuH
=y, =2 Ty LT
vy _E’Vz _M_Z, >N, T, |, TpHYIOMY  3aKOH

PO3IIOALTY KOXKHOI MPUHHATO PIBHOMIPHUM (Tak 3BaHHA
«HAUTIpIIMiD» PO3IOALT MapaMerpa, 3a SKOro IpH Bimo-
MHX XapaKTepPUCTHKaX OTPUMYIOTh HalOLIbITy HEBU3HA-
YCHICTB PE3YNBTATY), TOOTO UR(X;) = Opjpy (TAOM. 1).

TaGmuns 1
PospaxyHok
CTaHI[apTHO.l. HeBI/IBHa‘IeHOCTi 34 TUIIOM B
Buwmi-
proBaHa | 3HaueHHs
BenuunHa| BB Bupas i1 ug up
(BB)
Vi, 11,11 (10_5-\/1)/\/5 11,11-10°
MMOJIb
Y20 7,53 (10‘5 -V2)/\/§ 7,53-10°
MMOJIb
T, K | 341,51 | (1,5+0,004-T;;)/V3 | 0,16
T, - K| 341,59 [1,5+0,004-T;;_)/v3| 0,16
Ty, , - K| 349,45 [1,5+0,004-Ty;_;)/3| 0,18

BianosinHo 1o (1) 3 BpaxyBaHHSIM 3Ha4€Hb BHpa-
3iB (10) — (14) ta manux Tabn. 1, cymapHa cranmapTHa
HEBH3HAYEHICTh BEJINYNHU AT; CTaHOBUTH
u.(AT;)=0,39 K.

3a 3microm merony ATA T, ineHtndikyerbes 3a
MakcHUManbHUM BinxmineHHssM kpuBoi AT;. I'padix ¢yn-
kuii AT, =f(Tj;) (puc. 3) 3a/0BUIBHO MaTeMaTHYHO

OITUCYETHCS MOJTIHOMOM HIOHAHMEHIIIE 7-TO CTENEHIO.

]

1

-2
Leal
<
f=]

WD = O - D

-5
- -

-8 -
-9

AT, K

Puc. 3. Tpadik sanexHocti AT; =1(T;)

Tomy chopmynboBaHO MiaxXinm, mo 0a3yeTbes Ha
HacTynHOMY: sKito rpadik dynkuii AT, =f(Ty;) pos-
6ut Ha N IIPOMIXKKIB JOBKHHOIO O y IHTEpBaJli TEMIIe-

A.pC

A.pC B
patyp [Tli ;Tli ], mpuuomy T, =Tli € [Tli h

], Ta
3HaliTh MHOXUHY H 3Havenp enrampmiii H j Ha j-My
TIPOMIXKKY [TA;T? +3 ]3a (15) [14],

T]1"*'8j+]
Hj=C,- [ ATdT,

J
T, +9;

(15)

ne Hj — eHTanbImis, 0 NpU MOCTiHHOMY TUCKY aHAJIOTi-
YHa KIUIBKOCTI MOrMMHYTOr0 Temia (Qp_consy = H), Ha
Jj-My npoMixky, Jx/mMonb; Cp — MOJNSpHA TEIIOEMKICTh
pedoBMHHM TIpH mocTiiiHOMY 00’emi, JIx/(Monb-K),
TO MaKCHMajbHE 3HAaueHHs cHTanblii € Qynkiiero T,
(16) (puc. 4):

max {H} =f(T,), (16)

IS max{H} — MaKCUMaJIbHC 3HAYCHHA HJ 3 MHOXXHWHU

H, JIx/monb.

450 ~
400 4 -mas{H}__
350 ~
300 ~
250 +
200
150 -
100 -

50_ T
0 T £ T T

330 340 T, K- 360
lis
Puec. 4. I'padpix JANEKHOCTE AH =1(Ty)

AH,, ix/Monb

3a3HaunMo, 1o 3HavyeHHs eHrtanbnii OITHM y
VO,, 110 3HaiAEHO 32 O3HAYECHHIM K
c
T
H=C,- [ ATdT, ,
TA
I
cTaHoBHUTH 4717 JI»/MOJIb.
Jlyis OLiHKM CyMapHOI CTaHIapTHOI HEBH3HAYEHO-
cti (1) pesynpryrouoro 3navenns T, = f(H,AT;) (17):
max {H}
T,=—— a7
C, AT,

3HaWJeMO BaroBi koedirienTy 3a Bupazamu (18), (19):

o= T o Mmoo k3 (s
OAT,  C,-AT?
T
C, = Mo _ 1 002 M (9
omax{H| C, AT Jix
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a TaKOX CTaHJapTHY HeBU3HaueHicTh ug(H) (20):

—\2
ug(H) = (Hq—H) %:9,4 Jx/monb ,  (20)

e Hq — 3HaueHHs eHTanbii GITHM (H; =4000 x/Mors

[6], H, = 4186 Jlx/Monn [7], Hy = 4717 Ix/mons); H —
MaTeMaTH4He CrojiBaHHs Benauuuau H, J[x/Mon.

BpaxoBytoun 3nauenHs (18) — (19), 3naxomumo
u.(T,)= 0,19K.

BucHoBKMu

VY mpencrasieHiii poOOTi MOCIIIOBHO BHKJIAJIEHO
METOJIKY OLIHKH CYMapHOI CTaHIapTHOI HEBU3HAYEHO-
cti BuMiptoBanHs Temneparypu G®ITHM y VO, wmero-
nom JTA. Io-nieprire, BUKOPUCTAHO BiJHOCHO MPOCTHH
X1 00 MAaTEeMaTHYHOT'O OITUCY TEIJIOBOro OajaH-
cy, Mo-JIpyre, caMe Takui IiJaXiJ| Jae MOXJIUBICTh Bpa-
XyBaTu IapaMeTpy MaTepiaiy, sSK TO Maca HaBaXXKH Ta
TerIoeMKicTs. OTpUMaHi pe3yJabTaTH NAlOTh IPYHTOBHY
inpopmariiro mpo ®ITHM y VO,:

T.=341,51 K, u (AT)=0,39K,
H = 4717 xx/mMons, ug(H) = 304 [Ix/Monb.
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OLIEHKA HEOMPEQENEHHOCTU USMEPEHUSA KPUTUYECKOM TEMMNEPATYPbI

B UCCJIEAOBAHUU ®A30BOIO NEPEXOOA NONyrnrPOBOAHUK — METAJIN
B AMOKCUOE BAHAOUA

A.1O. Kapuuna, A.Il. Knumenko, O.I1. MbicoB

C yenvio onpedenenusi memnepamypsl azo8o2o nepexood u e2o IHMAIbIUU NPeOI0dCeHA MOOelb MEeNnI08020 baranca npu
nposedenuu J[TA. Tloxkazano, umo memnepamypa DIIIM siersiemcsa gynxyuell paznocmu memnepamyp oopasya u geujecmaea-
9MANOHA, KOTUYeCmea eewecmea o0oux, ux menioemMKocmetl, a makce SHMaIbnuU. B coomseemcmsuu ¢ nonyuennol mooensio
ocyujecmenena oopabomka sxcnepumenmanvuoix oannvix JTA VO,, na ocnosanuu ue2o oyenena cmaHoapmuas HeonpeoeneH-
Hocmb usmepenus memnepamypuol PIITIM.

Knrouesvie cnosa: oupghepenyuanvro-mepmuteckuil ananus, cmaHOapmuas HeonpeoeieHHoCns usmMepenus, hazosbiil ne-
PexX00 NOnYnPOBOOHUK-MEeMAalll, OUOKCUO 8AHAOUS.

UNCERTAINTY EVALUATION OF THE CRITICAL TEMPERATURE MEASUREMENT
IN THE STUDY OF THE SEMICONDUCTOR-METAL PHASE TRANSITION
IN VANADIUM DIOXIDE

A.Yu. Karnina, O.P. Klymenko, O.P. Mysov

In order to maintain the phase transition temperature and its enthalpy the model of the heat balance during the DTA was
proposed. It was shown that the temperature SMPT was a function of the temperature difference between sample and reference
substance, their amount of matter, specific heats and enthalpy. According to the heat balance model we processed the data which
had been received by DTA of VO?2, based on which the standard uncertainty of SMPT temperature measurement was evaluated.

Keywords: differential thermal analysis, the standard uncertainty of measurement, the semiconductor-metal phase transi-
tion, vanadium dioxide.
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