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COBPEMEHHOE COCTOAHME U ITPOBJIEMbI AHAJIMTUYECKOI'O KOHTPOJIA
OTPABOTAHHbBIX ABTOMOBUJIBHBIX KATAJIN3ATOPOB (OB30OP)

© T. 0. AaekceeBa'?, FO. A. Kapnos™*, O. A. laasuoBa™,
B. B. Ecbkuna™, B. B. BapaHOBCKaﬂ2’3’4, JI. JI. Top6atoBa’

1

[N

000 «AHCEPTDKO», Mocksa, Poccusi.
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Cmamus nocmynuna 20 uions 2017 2.

OtpaboTaHHble aBTOMOOWIbHBIE KaTanmm3artopbl (AK) 3aHUMArOT 0coboe MEeCTO Cpemy BTOPHYHOTO
CBIPBSI, COZICPIKAILICTO IPArolieHHbIe MeTainibl (chipbe BIIM). TouHoe Ornpeie/ieHre MIaTHHOBBIX MeTaJl-
JIOB B OTPaOOTAaHHBIX KAaTAIN3aTOPaX MMEET OYCHb BAKHOE, A 3a4acTyl0 M PEIIAlolee 3HAYCHUE s
OLIEHKH SKOHOMHYECKOH 3(h(EeKTUBHOCTH MpoLiecca yTuiau3anuy. B HacTosel padore npusesieH 0030p
OIMCAHHBIX B JIUTEPATyPHBIX UCTOYHMKAX METOIOB aHaM3a 0TpadoTaHHbBIX AK, a Taroke mpeacTaBieHb!
MeToiMueckue pa3pabotku uHetutyTa «[MpeaMer» coBmectHO ¢ ueHTpoM «AHCEPTOKO» mpu
HUTY «MHUCuC» no ananmuzy AK. OcHOBHOE BHUMAaHUE YAEJICHO IPUMEHEHHIO aBTOKJIABHOTO U MHUK-
POBOJIHOBOTO PA3JIOKEHUS JUII XUMHYECKOH IOATOTOBKHM TAaKUX TPYAHOBCKPBHIBAEMBIX OOBEKTOB, Kak
AK. Orpaxensl npeumyiiecTa aHammsa AK ¢ npuMmeHeHreM MeTozia mpoOHPHOTO KOHIICHTPUPOBAHHS
Ha 0aze pa3paborok ExkareprHOyprckoro 3aBoza o o0paboTKe IBETHBIX MeTauioB. Pa3paboTaHsl 1 ar-
TECTOBAaHbl aTOMHO-IMUCCHOHHBIE, aTOMHO-a0COPOLIMOHHBIE U XMMHKO-CIIEKTPAJIbHbIE METOANKHU aHa-
m3a AK, a Taxke HaMeueHb! ITyTH UX JAJIbHEHIIEro COBEpLIEHCTBOBAHMS.

KiioueBble cj10Ba: aHATUTHYECKHH KOHTPOIIB; OTPaOOTaHHbIE aBTOMOOWIIBHBIE KaTaIn3aTopbl; MeTall-
JIBI TVIATUHOBOW TPYTIIIBL.

CURRENT STATE AND PROBLEMS OF ANALYTICAL CONTROL
OF WASTE AUTOMOTIVE CATALYSTS (REVIEW)

© T. Yu. Alekseeva, Yu. A. Karpov, O. A. Dalnova, V. V. Eskina,
V. B. Baranovskaya, and L. D. Gorbatova

Submitted June 20, 2017.

Spent autocatalysts hold a specific place among secondary raw materials containing precious metals. Precise determi-
nation of platinum metals in spent autocatalysts (SA) plays a very important role affecting the economic efficiency of
the utilization process. We generalize the existing methods of analysis of spent autocatalysts presented in the litera-
ture and methodological developments of the Institute “Giredmet” in collaboration with the Center “ANSERTECO”
and NUST “MISiS” regarding the same problem. The main emphasis is made on the use of modern tools for chemi-
cal preparation of hard-to-break object like spent autocatalysts: autoclave and microwave opening of the samples.
The advantages of using the assay concentration method based on the developments of the Ekaterinburg Non-Ferrous
Metals Processing Plant for analysis of spent autocatalysts are concidered. The atomic emission, atomic absorption
and chemical spectroscopic methods of SA analysis have been developed and certified along with the guidelines of
their further improvement.

Keywords: analytical control; spent autocatalysts; platinum group metals.

OrtpaboraHHble aBTOMOOMIIbHBIC KaTaJIM3aTOPbl 3aHHMa-
10T 0c000€ MECTO CPEe/IN BTOPUYHOTO ChIPBS, COfIEpIKallle-
ro JparolieHHble MeTauibl (cbipbe BJIM). D10 00ycioB-
JICHO TEM, 4YTO HaHHLIﬁ BUJ OTXOO0B CTAaJl O6pa3OBI)IBaTB—

cs1 y Hac B cTpane He Tak gaBHo. B CIIIA u SInonuun Haua-
J OCHAIIATh aBTOMOOMIIM HEWTpaM3aTOpaMHu BBIXJIOI-
HBIX OTpa0oTaBIIMX ra3oB emle ¢ 60-x roioB, KOTAa psil
MPUHATBIX 3aKOHOJATENBHBIX AKTOB BBIHYIWJ aBTOIPO-
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Puc. 1. [Inarpamma BajoBOro crpoca Ha IUIaTHHY, aJulaJuil 1 po-
muii B 2016 1. mo naHHBIM KOMnaHuu «Johnson Matthey» [2]

MBILUIEHHOCTD 3aHATHCS CO3aHNEM CHUCTEM HeWTpaiu3a-
uu [1]. Poccust k mpoOiieMe yTHIM3aIMHA OTPaOOTaHHBIX
AK BIUIOTHYIO MOZIONLIA TOJBKO B HACTOSIIEE BPeMs, KO-
raa orpaborannbie AK cTany 3HaYNTEIbHBIM HCTOYHHUKOM
BTOPUYHBIX METAJJIOB IIATHHOBOM Tpymimsl (MIIT).

Hanpumep, mo naHHsiM komnanuu «Johnson Mat-
they» [2] B 2016 1. BasIOBBIi cIpOC HA MJIATHUHY, MaJUIAHHA
U poauil B 00JacTH MPOU3BOJCTBA ABTOKATAIM3aTOPOB
coctraBui: Pt — 103,3 T (oxono 40 % BanoBoro crpoca),
Pd — 243,9 T (81 % ot BasoBoro cnpoca) u Rh — 242 1
(81 % ot BanoBoro cnpoca) (puc. 1).

IIpu >toM peuukauar MIII' u3 aBTOKaTanu3aTopoB
cocraBua 36,2 T (Pt), 63,2 T (Pd) u 8,8 T (Rh). 1 xoTs B
MHpE MPOBOJISITCS WHTCHCUBHBIE HAYYHBIC MCCICIOBAHUS
B IEJISIX Pa3pa0OTKH HOBBIX KaTaJIM3aTOPOB C MEHBITUM
coJiepKaHHUEeM IUIATMHOMJIOB MM BooO1e 0e3 HuX, B OJu-
Kailmem OyaylieM u3-3a pacTyILIero 4ucia aBToMOOmei
U Harpy3Kd Ha OKPYXKAaloIIyl Cpeay HEoOXOIMMOCTb B
cymecTBeHHOM KonuyectBe MIII OynmeT Bce ele O4eHb
BBICOKA.

Takum oOpa3oMm, oTpadoTanHbie AK sBhstoTCS 3Ha-
YUTENEHBIM HCTOYHUKOM H3BJICYCHUSI BTOPUIHBIX METAall-
JIOB TUTATHHOBOW TPYMIIBI, KOTOPOE UMEET PSA MpEeruMy-
IIECTB: TPOCTAasi TEXHOJOTWs, HU3KUHA ypPOBEHb HHBEC-
THUIHH, KOPOTKHUH IPON3BOACTBECHHBIN IIUKJI, YMCHBIIICHUE
3arpsi3HEHMST OKPY’)KAIOIIEH cpelbl W BBICOKHH JKOHO-
muueckuii a¢pdext. U3pneuenue u nepepadorka MIII™ u3
0TpabOTaHHBIX KaTaJIW3aTOPOB YCHEIIHO MPaKTUKYIOTCA
BO MHOTMX CTpaHax, Hampumep, Umicore (benbrus),
Heraeus (I'epmanusi), BASF/Engelhard (CLLA), Johnson
Matthey (BenuxoOpuranus), Nippon/Mitsubishi (Japan).
B Kurae 3ToT mpouecc Hadaiucs ropaszfo MO3KE, OJHAKO
B TIOCTIETHUE TOMIBI 33 CUeT pa3paOOTKU M BHEAPEHHUs Iie-
PEIOBBIX TEXHOJOTMH M obopynoBanust Sino-Platinum
Metals Resources (Yimen) Co. Ltd. Kurait coznan npous-
BOJICTBEHHYIO JTUHUIO JUisi u3Bnedenus MIIT u3 Bropuu-

ABTOKATANWU3ATOPLI
KAK OBBEKT AHANIMTUYECKOIMND KOHTPONA

CofepkaHne MeTAaNnoB NRATWHOBOR rpynnkl
(M)

=0- 10

Il

=D, M, C. 5. Pu op.

Puc. 2. Xapakrepucruka Karajau3aropoB Kak oObeKTa aHaJIUTHYE-
CKOT'O KOHTPOJIS

HBIX HCTOYHHMKOB, IPOM3BOMUTEILHOCTE KOTOPOI COCTaB-
aseT 5 T/TOx.

IIpu 3TOM O4YEBUIHO, YTO TOUHOE omnpeneneHue MIIT
B OTpabOTAaHHBIX KaTaju3aropax UMEEeT OYCHb BaXKHOE, a
3a4acTyl0 W pElIaroliee 3HAYCHUE JIJIST OIICHKU DKOHOMH-
yeckoi 3 heKTHBHOCTH TIpoTiecca yTHITH3AIHH.

C ToukM 3peHus aHanuTU4eckoro koHTtpons AK sB-
JSIFOTCSL CIIOKHBIM OOBEKTOM (pHC. 2), TaK KaK HMEIOT
MHOT'OKOMIOHEHTHBII COCTaB IIPU OTHOCHUTEIILHO HU3KUX
comepaxanusx MIIT (n - 1071 —n - 1073 %) [3].

B xauectBe Hocureneir B AK ciyxar pazinuyHble
BEIECTBA, YCTOHYMBBIC B YCIOBHSIX KaTaJIUTHYCCKOTO
mpolecca, HalmpuMep, OKCHJ alIOMHUHHUS, CHIIMKArelb,
CWJIMKATbl, aKTUBHBIE YU, KOPAUEPHT, PEIKE — METaIlJIbl
(HeprkaBerolIye CTaIH, ATIOMUHUEBBIC CIUIABBI U JP.).

B nacrosimee Bpemsi ansi AK OOBIYHO HCTIONB3YIOT
OCHOBBI JBYX THIIOB. TPaHYJIUPOBAHHBIE U MOHOJIHUTHBIC
(611ounbie). I'panymupoBanHas ocHoBa AK cocrout w3
v-Al,O;, MOHOTUTHAsE OCHOBA — U3 JKEJIE3HOT0 MJIM Mar-
HUeBoro kopamepura (2MeO - 2A1,05 - 5S10,, Me = Fe,
Mg).

AK WMeroT B CBOEM COCTaBE OKCHJBI PEIAKO3EMEIb-
HBIX METAJUIOB, MarHus, XpoMa, HUKEJsI, KOTOpbIe J00aB-
JSIOT TSI CTa0MITN3aIuK OOJBIION YIebHOW MOBEPXHO-
cTH okcuaa amomuHus. Otpaborannsie AK conmepxkar
TaK)Ke pasjMyHbIC IPUMECH (CBUHEII, MapraHell, YIjiepo,
cepy, hocdop u T.1.), BHOCUMBIE 13 OCH3MHA U MACIISTHBIX
n06aBok B mporiecce akcruryaranuu. MIITT HanocsT mu6o
Ha TOTOBYIO IIOBEPXHOCTh 0CHOBBI AK 13 pacTtBopa, 1160
Ha TIOBEPXHOCTh OCHOBBI M3 PAacTBOpa HEMOCPEICTBEHHO
BMECTE C HOCUTEJICM.

B xauectBe axTuBHBIX KOMIOHeHTOB AK conepxar
MIII" B pa3nuyHBIX COYETAHUSAX U COOTHOILIEHUSAX — HUC-
MOJIb3YIOT OIHOKOMIIOHEHTHBIE (KaK MpaBuiIo, C IpUMEHe-
HHUEM IUIATHHBI, peXe — MajuIagus), IByXKOMIIOHEHTHbIC
(Pt—Rh, Pd — Rh, pexxe — Pt — Pd) u TpexxoMIIoHEHTHEIE
(Pt — Pd — Rh) karanuzaropsi.
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Crnemyer OTMETUTh, YTO €CIIM B XUMUYECKOH 1 HedTe-
XUMHYECKOH MPOMBINUICHHOCTH HOpMaTuBHas 0a3a aHa-
JUTHYECKOTO KOHTPOJIS KaTajJu3aTopoB XOTh KaK-TO Mpe/-
craBiieHa, To i1 AK oOHa IpakTU4EeCKU OTCYTCTBYET.
[TosTOMYy KaKAbIi yJacTHHK pBIHKA oOpamieHnst oTpado-
taHHBIX AK (mpeanpusiTus-caaTanku, COOPIINKH U Tepe-
paboTUHKH CBIPHS, 3aBOJICKHE Jaboparopuu, cepTuduka-
LIMOHHBIE LIEHTPHI U JIP.) BBIHYkKIEH CaMOCTOSATEJILHO pa3-
pabaTbIBaTh METOANYIECKOE 00ECIICYCHNE aHATTITHIECKOTO
KOHTpPOJIsI AaHHOTO BuAa cbipbd B/IM. B oCHOBHOM 3TH
METOJMUYECKIE Pa3padOTKH TaK U OCTAIOTCS Ha IPEIIpH-
SITUH, TI03TOMY COOpaTh BOCIHHO HMHM)OPMAIIUIO IO HUM
HE MPEJCTaBIACTCS BO3MOXKHBIM.

006006mas nHGopMaIio 00 OTIEITBHBIX METOIAX aHa-
7TM3a  OTPabdOTaHHBIX ABTOKATAIM3aTOPOB, OTPBHIBOYHO
IIPEJCTABICHHYIO B JINTEPATYPHBIX UCTOUHUKAX, OTMETUM
cieayouiee.

B Hacrosimiee Bpemst aiis aHanm3a oTpadotaHHbIX AK
Ha conepxkanne MIIIT mpuMeHSIOT Takue COBPEMEHHBIC
MHCTPYMEHTAJIbHBIE METOJbl, KaK Macc-CHEKTPOMETpHUs
C WHJIYKTHUBHO-CBsi3aHHOHW Tmiazmoit (MC-UCII) [4 — 14],
MAacC-CIEKTPOMETPHSI C TICIOMIIM paspsiioM [15 — 17], na-
3epHas UCKpoBas cnekrpomerpus [18, 19], aromHO-3MEIC-
CHOHHA$ CHEKTPOMETPHsI C UHAYKTHBHO-CBA3aHHOM IJ1a3-
Mot (ADC-UCI]) [3, 7, 20 — 27], aroMHO-a0CcOpOIIHOHHAS
cnekTpomerpust ¢ aromuszauued B miaamenu (ITAAC)
[6,25,28] wu  2NEKTpOTEPMHUYECKOH  aromMu3auuei
(OTAAC) [24,29-34], peHTreHO(IyOpECUEHTHBIH
(PDA) [35 — 37] u YD-cnekrpodoromerpus [38, 39].

Paccmorpum npumensiemsle 11 aHaiau3a AK meTozbl
nosipoOHee.

PentrenoduiyopecueHTHbINH aHAJN3

OOBIYHO  OTIPENENICHUI0 3aJaHHBIX KOMIIOHEHTOB
IPEANIeCTBYET PEHTTeHOMIYOPECICHTHBIN aHaIu3, aro-
My 0030pHOE TPENCTABICHUE O XMMHYECKOM COCTaBe
npoOsI (Tabm. 1) [37].

OcHoBHOU TIpoOnemoit B PDOA siBrsieTcss moaxoa K
ATAJIOHHUPOBAHHIO. B CBS3M ¢ MPAKTHIECKUM OTCYTCTBHEM
CTaHIAPTHBIX 00pa3loOB cocTaBa Ui IOCTPOCHUS Tpa-
IYUPOBOYHOTO TpaduiKa 3a4acTyl0 HCIIONB3YIOT MpOaHa-
JM3UPOBAHHEIC IPYTUM METOJIOM MpPOOBI MM IPUTOTOB-
JICHHbIE MOJIeJIbHbIE 00pa3Lbl Ha OCHOBE OKCH/Ia aJIFOMH-
HUs C J00OaBJICHUEM COJIeH IUIATHHOBBIX MeTauioB [35].
Hccnenosanus B padore [37] moka3bIBalOT BO3MOXKHOCTb
OPSIMOTO PEHTTEHO(IIYOPECLEHTHOTO omnpezencHust Pt u
Rh B orpaborannbix AK Ha ocHOBE KOpAHepHUTa ¢ Tepe-
BOJIOM Tpo0 B MOPOMHIOK (pa3Mep 4YacTHIl — MeEHee
200 MKM) ¥ BHECEHUEM JI00aBOK B BUJIE JKUKOCTCH.

TBepaoTebHasi aTOMHO-a0COPOLHOHHAS
CIIEKTPOMETPHUS

ANBTEpHATUBHBIM TBEPIOTEILHBIM METOIOM aHAIN3a
AK sBisiercss aroMHO-a0COpOIIMOHHAST CTIEKTPOMETPHUS C
NEKTPOTEPMHUUECKOH aroMm3armeii. Ocobo cienyer or-
METUTH MIPOPHIB B alllapaTypHOM OCHANICHUU METonIa —

MOSIBJICHHE aTOMHO-a0COPOIIMOHHOTO CIEKTPOMETpa BbI-
COKOT'0 pa3peUIeHUs C AIEKTPOTEPMHUIECKON aTOMHU3aIUEi
W MCTOYHHKOM CIUIOIIHOTO CIIEKTPa, YTO MO3BOJISET MPO-
BOJIUTH OJHOBPEMEHHBIM MHOTOXJIEMEHTHIH aHAIU3, 3Ha-
YUTEITHbHO YMEHBIIUTHh CHEKTPajbHBIC MOMEXH M TMOBbI-
CUTh YYBCTBHTENHHOCTH ompexaeneHusi [40 —45]. bonb-
LIIMM NPEUMYLIECTBOM METOHA SBJSETCS BO3MOXKHOCTD
KaIHOPOBKH C HCIOJNB30BAHUEM BOAHBIX CTAaHAAPTHBIX
pactBopoB. HecMoTpst Ha 3TH BO3MOXHOCTH, OIBIT IPU-
Menenusi OTAAC ¢ HCTOYHHWKOM CIUIONTHOTO CIEKTpa
JUI TPSAMOTO OIpeleNieHus] IJIaTUHOUJOB HEBEIUK —
OTMETUM TOJBKO padoTy mo ompenencHuto Pt, Pd u Rh
B OTpa0OTaHHBIX aBTOMOOWIBHBIX KaTamu3aropax [29],
B KOTOPOH aBTOPBI, UCTIONB3Ys TBEPbIA CTAaHIAPTHBINA 00-
pasen s KaJMOpOBKM M XUMHUYECKUH Moauduratop
NH,F - HF, 1o6uinck BBICOKOW CXOIUMOCTH PE3YJIBTATOB
aHaiu3a Ha ypoBHe 11 % oTH.

Hecmotpss Ha mnpenmylnecTBa METOJOB MPSIMOTO
TBEPJIOTEIBHOTO aHaJM3a OTPabOTaHHBIX aBTOKATaJIN3a-
TOpOB, Ui ToyHoro onpeaenenus MIII' B nezakruBupo-
BaHHBIX AK Bce-Taku HeoOXomWMMBI mepeBon oOpasia B
pacTBOp U JaJIbHEHIINI aHaIu3 BBICOKOTOUHBIMU M BBICO-
KOYYBCTBUTEIHLHBIMU METOAaMHU. [IpH 3TOM OT MOJHOTHI
IIEpPEBOJIa B PACTBOP ONpPENEIISIEMbIX JIEMEHTOB BO MHO-
I'OM 3aBUCHUT IPAaBUJIBHOCTb PE3YyJIbTaTOB aHanu3a. [loato-
My OCTaHOBHMCS Ha METOIaX XMMHYECKOH MpoOOmoAro-
toBKH AK.

Metoapl xumMmnyeckoid moaroroBku npod AK

CymiectByeT 0OJBIIOE KOIMYECTBO IMOIAXOMOB K XH-
Mudeckoit moaroroke mpo6 AK. Ilpu BeIOOpe crocoba
HEOOXOIMMO YYHUTBIBATh OCOOCHHOCTH TOCJIEIYIOIIETo
HHCTPYMEHTAJIBHOTO AHAJIN3a U MCKIIOUUTh BIHMSHHUE HC-
MOJIb3YEMBIX PEaKTHBOB HA aHATMUTHYCCKHUN CUTHAI HCKO-
MBIX KOMIIOHEHTOB. Tak, aBropamu padboTsl [3] ycTaHOB-
JICHO, YTO JIy4IIHE METPOJIOTHUYSCKUE XAPaKTCPUCTHKH
U MCHBIINC MAaTPUYHBIC BIUAHUA IIPU aHAJIU3€ OJHOKOM-
TMOHCHTHBIX U ABYXKOMIIOHECHTHBIX OTpa6OTaHHLIX aBTO-
MOOWMJIBHBIX KaTaJM3aTOpPOB, COACPXKAIIMX IUIATHHY H
(nm) nannanuii, odecreynBaeT croco0 mnepeBojua omnpe-

Taomuma 1. Pe3ynbratel peaBapUTENLHOTO PEHTTEHO(Iyopec-
[EHTHOTO aHanmu3a orpaboraHHbx AK* (%)

DneMeHT SK(:;[;P;- DieMeHT (;:;ienr;- DieMeHT ?K(;ielg
Al 16,66 Ti 0,39 W 0,023
Si 16,27 Cr 0,34 Pt 0,11
Mg 5,00 Nd 0,32 Pd Mesnee 1,0
Zr 6,25 Mn 0,03 Cu 0,029
Ce 4,60 Na 0,19 Co 0,0063
P 0,60 Ni 0,15 /n 0,45
Fe 2,28 Pb 0,11 S 0,30
Ba 0,97 K 0,074 Ca 0,45
La 0,56 Sr 0,33 Y 0,049

* OTHOCHUTEIBHOC CTaHIAPTHOE OTKJIIOHEHHE PE3yJIbTaTOB aHAJIHU-
3a— 20— 30 %.
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nensiembrx MIII™ B pactBop cmechio kucinoT HC1 1 HNO;
(3:1), a npu aHaNM3e TPEXKOMIIOHEHTHBIX OTPaOOTaHHBIX
AK — cmecrero H,SO,4, HCl m HNO; (1:7,5:2,5). Poawii B
MEITKOIUCTIEPCHOM COCTOSTHHH PACTBOPSIETCS] B KUILSIICH
KOHLIEHTPUPOBaHHOM cepHOll kuciore [22]. [lna xonuye-
CTBEHHOI'O I1€PEBOAA METAJIMYECKOTO POIHS B PAacCTBOP
HaJeXKHBIM CIIOCOOOM SIBIISICTCS TaKXKe CIUIABICHHUE C ITH-
pocynb(aTaMy MIENOYHBIX METaIOB, IIPH KOTOPOM pO-
T IEPEXOTUT B PACTBOPUMBII B BoJie cyibdar [46].

AJNBTEpHATUBHBIM CIIOCOO0OM pasnoxeHust mpod AK
ABJISIETCSI IPUMEHEHUE MHUKPOBOJIHOBOIO Harpesa [6, 15,
31, 32,47 -50].

Kpome Toro, CymecTBylOT U Jpyrue MEHee paclpo-
CTPaHEHHBIC METOJBl PA3JIOKCHUS — IIJIaBKa B IITEIH
¢ uspiedenueM MIIIT B koponek u3 cyab(uiaa HHUKEIS
WIN CBUHIA, CYXO€ XJIOPHPOBAHHE NPH HArPEBAHUH 00-
pas3moB ¢ XJIOPHUIOM HATPHUS B TOKE XJIOPA. DTH METOMBI
SIBJISTIOTCSL TPYIOEMKUMH W MHOTOCTaJIMHHBIMH, HX, KaK
MPaBWIIO, TPUMEHSIOT JJIS OTIPEICIICHHS MaJIbIX COAepIKa-
Huii MIII" [6].

OTO Aaneko He MCUYEPNbIBAOUIMN HepedeHb Mpo0o-
MOATOTOBUTENBHBIX Omepanuii. 3a4acTyio B LENAX YIyd-
LIeHUs1 4yBCTBUTENbHOCTH onpeaenenus MIIL, a Taxxe
npu pa3paboTke MeToa KOHTPOIIS MPABUIBHOCTH aHAH-
32 HEOOXOIMMO PUOCTHYTh K XUMHICCKOMY BBIICICHHIO
HCKOMBIX 3JIEMCHTOB C OT/ACICHHEM MAaTpPHIBl U KOHIICH-
TPUPOBAHHUEM AHAJIUTOB.

ATOMHO-D)MHCCHOHHAS CTIEKTPOMETPHUS
¢ MHAYKTHUBHO-CBSI3AHHOW MJIa3Moii

JlaHHBII MeTon SABNSETCS] OJHUM M3 Hanbolee MIMpo-
KO MPUMEHSEMBIX ISl TIPSIMOTO aHAJIN3a PACTBOPOB OTpa-
6otanueix AK. K HeoCOpHMMBIM JOCTOMHCTBAM 3TOTO
METOJa OTHOCSTCS XOpOIINE METPOJIOTHYECKHE Xapak-
TEPUCTUKH, IIUPOKUHN AMANa30H ONPEAEsIeMbIX KOHLIEH-
Tpauuid, BO3MOXHOCTb 3aMEHbl aJE€KBATHBIX CTaHIApT-
HBIX 00pa3loB pacTBOpaMH CpPaBHEHUS, COACPKAIIUMHU
olnpenesieMble IEMEHThI, a TaKkKe BO3MOXKHOCTb I'OMO-
TCHU3UPOBATh MpoOy HpH TEePEBEACHUH €€ B pacTBOP.
Meronq ADC-UCII obecnieunBaeT HIMPOKHNA JHAIIA30H
onpenensieMblX KOHLEHTpalMuid 3JeMEHTOB B PacTBOpax
(10©—10 r/n) Hapsigy ¢ HH3KHMH TIpeieiaMd OOHapY-
sxennst (104 — 105 % mace.) [51] u xopotnyio Bocmpous-
BOJMMOCTh AHAJINTHYECKOTO curHana. OCHOBHBIE Orpa-
HuueHuss meroga ADC-MCII cBd3aHbl ¢ MaTpUYHBIM
s dexrom.

Kunkodasnass aromHo-adcopOIIMOHHAS
CIIEKTPOMETPHUS

Emie oqHUM U3 MIMPOKO MPUMEHAEMBIX METOJOB HH-
CTPYMEHTAJIBHOTO aHanu3a oTpaboTaHHbIX AK sBisercs
METOJI aTOMHO-a0COPOIIMOHHON CIIEKTPOMETPUU C DIIEK-
TPOTEPMHUYECKON aToMm3aren >xuaxoi ¢assl. [Ipenmy-
IIeCTBA U HEJOCTaTKU JaHHOTO METO/a OCBEILICHHI B pa-
oore [31].

Jusa pasnoxenus npo0 ne3aktuBupoBaHHbIX AK aB-
TOophl paboThl [31] HCMOMB30BANU pa3IHYHBIC CIOCOOBI:
CIUTaBJICHHE C TUPOCYIIb(ATOM Kalisl U pacTBOPSHHE TIIa-
Ba B cMecu HNO; u HCI; pactBopenne B cmecu HNO;,
HF u H,SO, ¢ no6asnenuem HCI; pactBopeHre B cMecH
HCI n HNO; (3:1) — «1iapckoit BoAKe» — B OTKPBITHIX H
3aKpBITBIX cucTeMax. lcciegoBaHue BO3MOXHOCTEH
MeTona DTAAC mpoBoauIIH, HCTIONB3YsT 0Opa3el] aBTOKa-
Tanu3aropa cienyrouiero cocrasa (% macc.): 0,050 —
0,075 Pt; 0,296 — 0,310 Pd; 0,003 — 0,004 Rh.

M3BecTHO, YTO OCHOBHBIM OrPaHMYEHHEM METOna
OTAAC sBnsieTcs BIMSHUE MaTPUYHOIO COCTaBa MPOOBI
Ha OIpeJeNieHue aHalIuToB. ABTOopamu padotel [31] usy-
YEeHO BJIMAHUE MAaTPUYHBIX KOMIIOHEHTOB, TaKuX Kak Al,
Ce, Cr, Cu, Fe, Mg, Ni, Si, Ti u Zr, Ha npsimMoe ompenie-
neane MIII" B orpaboranubix AK meromom OTAAC.
OO6napyxeHno, urto abcopbuuss MIIIT yBenmuuBaercs
B MPHUCYTCTBUU 1IEpHUs, TUPKOHUS, MarHus ¥ yMCHbIIIA-
eTcsi B NPUCYTCTBUHM TUTaHa W KpeMHHUs. Hekoropsie
MaTpUYHBIC BIHSHUS OOYCIIOBJICHBI ONM30CTBIO CIEK-
TpadbHBIX JTUHUHN (IIMpUHA 1eTn MOHOXpomaropa — 0,2
ninu 0,7 HM) OIpenensieMbIX ¥ MEMIAIONINX SJIEMEHTOB,
paccTosiHue MEXy KOTOPBIMHU MEHbILE IOJO0CH MPOIyc-
KaHUsI MOHOXpOMaTopa. PeKoMeH10BaHO NPH CIIEKTPasib-
HBIX [TOMeXaX BBIOMPATh JIMHHUH, CBOOOTHBIC OT HaJOXKe-
HUH, a TSl yMEHbIICHUS (pOHA B 00IIeH BRICOKOM KOHIICH-
TpalMu coJiell MaTpUuYHBIX JIEMEHTOB pa30aBiAThH pac-
TBOp (He OoJiee ueM 10 CTOKPATHOTo M30bITKA MaTPUYHBIX
KOMITOHEHTOB), eciu KoHleHTpauusa MIII™ npu pazbasie-
HUM OCTaHETCs B 00JIACTH JUHEHHOCTH IPagyUPOBOYHOTO
rpaduka.

Macc-cnekTpoMeTpus
¢ MHAYKTHBHO-CBSI3AHHOM IJIa3MOM

Meron XapakTepHU3yeTCsl BBICOKOW YYBCTBUTEIb-
HOCTBIO M CEJIEKTUBHOCTHIO. TeM He MeHee merony MC-
WCII umeet psix mpobiaem:

— TOJMaTOMHbIE MHTepdepeHurn, o0yCIOBICHHbIE
TEM, YTO B aproHOBOW IUIa3Me Hapsay ¢ oOpa3oBaHUEM
OJTHO3aPSIHBIX MOHOB ONpeAessieMbIX 3JIEMEHTOB 00pa-
3yercss OONbIIOE KOJMYECTBO BO30OYXKIEHHBIX aTOMOB H
HMOHOB aproHa, BOI0poJia, KUCIOPOAa, a30Ta U HEKOTOPBIX
JPYTHX, a TaKXKe HEKOTOpOe KOJIMUYECTBO JIByX- U Tpex3a-
PAAHBIX NOHOB,

— mMarpuuHble 3(p(eKThl — CBs3aHBI ¢ HEOOXOH-
MOCTBIO (PH3MUECKOTO TIEpEHOCAa HOHOB, 00Pa30BABIINXCS
B aprOHOBOM TJIa3Me, Yepe3 CHCTEMy KOHYCOB (camruiep
U CKHMMep) uHTepdelica B BBHICOKOBAKYYMHYIO YacTb
Macc-CIIeKTPOMETPa;

— OrpPaHMWYEHHUS IO BAJIOBOMY COJIEBOMY COCTaBy
PacTBOPOB, KUCIOTHOCTH M KOHLIEHTPALIUN OPraHUYeCKUX
KOMITOHEHTOB B aHAJIU3UPYEMOM PacTBOpE.

OnbIT NIPUMEHEHUS 3TOT0 METoNa IS aHallu3a OTpa-
6oranHbix AK Mamo ocBemieH B smteparype. MokHO
TOJIBKO OTMCTUTb, YTO COBPEMCHHBIC HCCJIICNOBAHUA I10
onpenenennto MIII' B AK merogom MC-UCII B 6oib-
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LIMHCTBE CIIy4aeB CBsI3aHbI C MPEABAPUTEILHBIM pas3zelie-
HUEM U KOHIEHTPUPOBAHUEM aHAJIUTOB.

Huna macc-cniekrpanbhoro omnpenenenuss MIII B AK
HEOOXOIMMO JallbHeilee pa3BUTHE HCCIEIOBAaHUH 110
METOANYECKOMY 00ECIIEYEHHIO.

XI/[MI/[KO-ClIeKTpaJILHBIe MeETOAbI
onpenenennss MIIT' B AK

B Tex ciywasx, korgja MHCTpYMEHTaJIbHbIE METOIbI
npsimoro aHanm3a AK He TO3BOJISIOT TOCTUYb HEOOXOIH-
Moit TouHocTH nipu ornpeneneHnn MIIT, HeoOxomumo wnc-
M0JIb30BaTh OT/AEJIEHHE U KOHLEHTPHUPOBAHUE HCKOMBIX
KOMIIOHEHTOB.

Bribop MeTomoB paszereHus W KOHICHTPHPOBAHMUS
00yCIIOBJICH MPUPOIOH 00BEKTa aHAIN3a, TIEPSIHEM MHK-
POKOMITOHEHTOB, KOTOPBIC CIIEAYET B 3TOM OOBEKTE OIpe-
JIeJIATh, U UX COAEPIKaHUEM, a TAKKE XapaKTepUCTUKAMHU
METOAMKH KOHLIEHTPUPOBAHUS U €€ COYETaeMOCTbIO C Me-
TOJAMH TIOCTIEIYIOIIEro ONpeNeIeHUs BbIICICHHBIX MHUK-
POKOMITOHEHTOB [52].

KoHnenTpupoBanne HeoOXOIMMO B IEPBYIO OYepelb
MpH aHaym3e 00beKTOB, ypoBeHb MIII" B KOTOpPBIX HIKE
TPaHULBl ONpeNeNsIeMbIX COACPKaHUN NPAMBIX HHCTPY-
MEHTaJIbHBIX METOAOB aHanu3a [52 — 55]. baarogaps BbI-
nenenuto MIITT ynaeTcst ycTpaHUTh BIUSHUE MEIIAOIINX
KOMITOHEHTOB, @ 32 CUET KOHIICHTPHUPOBAHUS — CHHU3UTD
mpeensl ONpeNeieHns, a TakKe YMEHBUIMTh MOTpeo-
HOCTb B CTaHJIAPTHBIX 00pa3lax u ynpoCTHTh IPagyUpOB-
Ky [56].

Oxecmpakyuonuvie Memoovl KOHYEHMPUpPOEaHus Io-
JYYWIU IHAPOKOE Pa3BUTHE ISl BBIIEICHUS KaK OTAEIb-
HeIx MIII, Tak ¥ UX rpynm BoO MHOTOM Onarofapsi BO3-
MOYKHOCTH COYETAHUSA C MOCICAYIOUIMMH CIIEKTPATbHBIMH
METOJJaMH aHaJIn3a KOHIeHTpaTa [56].

[InaruHOBBIE METaJIBI MOTYT W3BJIEKAThCS B Opra-
HUYECKYIO (a3y Kak B BUJIE OPraHMYECKUX, TaK U Heopra-
HUYECKHX KoMIUIeKcoB [57]. K mepBbIM OTHOCATCS OKCH-
MBI, Kapbamarbl, HaToJIbl, aMUHBI U Ap. [58, 59], ko BTO-
PBIM — KOMIIIEKCHBIE XJIOPHIBI, POJAHUABI U KOMILIEKCHI
¢ OpOMUIOM U XJIOPHUIIOM 0JioBa [57].

B kadectBe SKCTpareHTOB [Jisl HMHIUBHIYyaJIbHOTO
U TpyNmoBoro koHueHTpupoBanuss MIIIT nmpenioxeHsl
COCAMHECHHUS PA3IHUHBIX KiaccoB: crnupTsl [60], 3¢pupsl
[61], keToHBI [62], BLICOKOMOJIEKYIISPHbIE aMUHBI Pa3lud-
HOTO CTPOCHUS, COJTM YETBEPTUYHBIX aMMOHHUEBBIX OCHO-
BaHu# [56] u 1p. Tem He MeHee SKCTPAKIIUS ABIISETCS TeX-
HUYCCKH CIIOKHBIM U ITTUTEIHHBIM MPOILIECCOM.

Pa3BuTHe METONOB KOHIIGHTPUPOBAHUS, OCOOCHHO
B TMOCJEIHUE JBa JECITHIETHUS, MPOIEMOHCTPHUPOBAIIO
JIOCTOUHCTBA COPOYUOHHO20 KOHYEHMPUPOSaHus — He-
JIOPOTOTr0 METO/1a, KOTOPBIA OOBIYHO 00ECTIeYMBAET XOPO-
NIy U30UPaTeNbHOCTh Pa3eliCHUs W BHICOKHE 3HAYCHUS
K03(D(HUITUEHTOB KOHIEHTPUPOBAHMS, UM OTHOCHUTEIIBHO
JIETKO YIPAaBIATh, UL €0 OCYIIECTBICHHUS HE TpeOyeTcs
HU BBICOKHX TEMITEPATyp, HU CIOXKHBIX TpUOOpoB [63].

[IpeioskeHpl yCIIOBUSI BBINEICHUS W TPYIIIOBOTO
koHUeHTpupoBanuss MIII' B mpucyTcTBUM MaTpUYHBIX

KOMITOHEHTOB C MoMoIbio S,N-coiepKaliix KOMIUIEKCO-
00pasyronmx cOpOeHTOB B PAacTBOpPaX, MOITYYEHHBIX ITO-
CIIe pa3IoKeHus Ae3akTUBHPOBaHHBIX AK. ABTOpHI pado-
THI [33] pa3paboTanu METOIMKY aTOMHO-a0COpOIIMOHHOTO
onpenencauss MIIT u3 pacreopa (n- 104 —n- 102 %;
5,=0,15-0,07) u tBepmoit daszsr (n-107°—n- 10 %;
s,.=0,20-0,12).

IToxa3zans! BozmoxHocTH puMeHenuss O TAAC ¢ uc-
TOYHHMKOM CIUIONIHOTO CIIeKTpa st onpenenenus Pt, Pd
u Rh B pactBopax oTpabGOTaHHBIX aBTOKATaJIM3aTOPOB
TIOCJIE pa3AeIeHus M KOHIICHTPUPOBAHMUS C TIOMOIIBIO pa3-
paboTaHHOTO TeTepoLenHOro moiauMepHoro S,N-comep-
JKallero copoeHTa.

B mocnenane roast nHCTUTYT «l'Hpenmery» n aHaIH-
trnyecknit eHTp «AHCEPTOKO» mpu HUTY «MU-
CuC» mpoBeH KOMITJICKC COBMECTHBIX padoT 1O Hcclie-
JOBAaHHIO W pa3pabdOTKe METOIHK aHAJIN3a aBTOKATaJIH3a-
TopoB [3, 22, 31, 33, 64].

Crenyer OTMETHTB, YTO 0CO0OC 3HAYCHHE B aHAJM-
THYeckoM KoHTposie AK mmeer cranus onpoOoBaHMsI Ka-
TaTUTHYCCKUX OJIOKOB — OTOOpA M MOITOTOBKH MPOOBI K
MOCJEYIOMIEMY aHalN3y: MMEHHO OHAa BHOCHUT 3HAUH-
TENBHBIN BKJIAJ B CyMMapHYyto norpemHocts. Jns AK Ha
KepaMHUYECKOH OCHOBE C YYETOM COBPEMEHHOTO Mpo0o-
MOATOTOBUTEIEHOTO 000PYIOBAHHUS ITOT BOIIPOC PEIIacT-
Csl IyTE€M H3MEIBICHUS KAaTaJUTHICCKUX OJOKOB B TOH-
KA M TOMOTCHHBIA TOPOIIOK (PEKOMEHIYEMBIH pa3Mep
gactuy — 100 — 200 MKM) ¥ JaJibHEHIIIEro py4yHoro Wiu
MEXaHUYECKOro 0TOOPA MPEICTaBUTEIBHOM MPOOHIL.

s kaTanmu3aTopoB Ha METaUTMYECKOH OCHOBE IIPO-
6nema mpo60oTéopa n MPoOOMOATOTOBKH SBISIETCS Topas-
JIo0 6oee CII0KHOM.

[Ipu pa3paboTke METOIUK aHAIU3a aBTOKATAIN3aTO-
POB OCHOBHOH aKIIEHT CIEJIaH Ha METOaX aTOMHO-IMHC-
CHOHHO# CIIEKTPOMETPUH C MHAYKTHBHO-CBSI3aHHOM 113~
MO ¥ aTOMHO-a0COPOLIMOHHOM CHEKTPOMETpHH (C TpH-
MCHEHHEM IPEIBAPUTEILHOIO COPOIMOHHOTO KOHIICH-
TpupoBaHHUs U O6e3 Hero). Pe3ynsraTsl nccineroBaHuii mo-
3BOJIMIIN pa3paboTaTh U aTTECTOBATh METOIUKH:

— aroMHo-abcopOunonHoro omnpeneneHuss MIIT B
0TpabOTaHHBIX aBTOKATAIM3AaTOpax C JHAla30oHOM Ompe-
JersieMbIx cofepskanuii 3 - 104 —5 - 102 % macc.;

— CcOpOLMOHHO-aTOMHO-a0COPOIIMOHHOTO  OTIpe/ie-
nerus MII B oTpaOOTaHHBIX aBTOKATalU3aTopax ¢ Aua-
Ma30HOM OIpenesseMbIX coJiepKaHui 1-104—
1102 % macc.;

— aTOMHO-PMHCCHOHHOTO C WHIYKTUBHO-CBS3aHHOMN
IUIA3MOM ONPEICNICHUsI IUTATHHBI, MaJUIans U POIUS B aB-
TOKATaIM3aTopax Ha KePaMUYECKOH OCHOBE C UCIOJIB30-
BaHHMEM aHAJMTUYECKUX ABTOKJIABOB C JHAIa30HOM OIpe-
nersieMbix cofepskanuii MIIT 1+ 102 -5 - 107! % macc.;

— aTOMHO-3MHCCHOHHOTO C HWHJIYKTUBHO-CBSI3aH-
HOM MIa3Moil onpeneneHyst MIaTuHbl, Najulagus 1 poaus
B aBTOKATaJIM3aTOpax Ha METaJUIMYeCKOH OCHOBE C HC-
[0JIb30BAHUEM COPOIIMOHHOTO KOHIICHTPUPOBAHUS C Jna-
[a30HOM OIpeeNsieMbIX coaepxkanuii MIIT 5 - 104 —
1- 107! % wmacc.
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Puc. 3. Brok oTpaboTaHHOTO aBTOKATaIN3aTOPa

Komrieke pa3paboTaHHBIX METOJUK OXBAThIBACT
MPaKTHYECKH BCe THITBI oTpaboTaHHbIX AK 1 nuamna3oHsl
conepxanuii MIII™ B HUX, TI03BOJIsIET 0OecieuuTh Tpedye-
MYI0 TOYHOCTb U B3aUMO3aMEHIEMOCTh METOAOB aHAJIN3a,
YTO OYEHb Ba’KHO IIPU OTCYTCTBUU aJIEKBAaTHBIX CTaHIapT-
HBIX 00pasioB coctaBa AK.

B nacrosimiee Bpemst «I'upeamer» coBmectHo ¢ «AH-
CEPTOKO» u kadenpoil ceprudukanuil u aHATATHYC-
ckoro KoHTponss MUCuC mnponmomxaer paboOTHl IO
COBEPILICHCTBOBAHUIO METOIUYCCKOTO OOCCIICUCHHUST aHa-
mutuyeckoro koutposis AK. OcHOBHOe BHUMaHUE yjele-
HO MPHUMEHEHHIO COBPEMEHHOI0 HHCTPYMEHTapHs [Uis
XUMHYECKOH TMOATOTOBKM TaKUX TPYJHOBCKPBIBAEMBIX
00bekToB, Kak AK — aBTOKJIaBHOTO U MUKPOBOJIHOBOTO
BCKPBITHUS 00pasIIoB.

ABTOKIIaBHAs! TPOOOIOITOTOBKA UMEET PSJ TIPEUMy-
IIECTB 110 CPABHEHUIO CO BCKPBITUEM B OTKPBITBIX CHCTE-

Ta6anua 2. Pesynsrarer (% macc.) cpaBHUTEnbHOTO aHanmza AK
Ha kepamuueckodl ocHoBe meropoM ADC-HCII ¢ mpumeHeHueMm
pPa3IMYHBIX CIIOCOOOB XHMHYECKOH IpoOonoarotoBku (n =4;
P =0,95)

Crioco6 npoOoIoAroToBKU

CruaBneHue

Ornpenensiembiit i sbaTon PactBopenne  PactBopenune
SIEMEHT ¢ IHpOCyIbOATO B QHAJIMTHYE- B MHKpPOBOJI-
KaJus B OTKPbI- -
o CKOM aBTOKJIaBE€  HOBOM IeYn
TOIl cucTeMe
Pd (A ==+0,005) 0,089 0,094 0,090
Rh (A =+0,002) 0,019 0,020 0,020

Mmax. [Iporecc pasnoxenus npod B aBTOKJIaBax MPOTEKAeT
Oonee 3¢ (eKTUBHO, TIPHU STOM B HECKOJIBKO Pa3 COKpalia-
eTcsl BpeMs MPOOOIOATOTOBKH, CHIDKACTCS PacxXoi pea-
TCHTOB, HWCKJIFOYAIOTCS TMOTEPU JICTYYMX KOMIIOHEHTOB,
VAYYIIAKOTCS YCIOBHS pa0OThl, YMEHBIIIAIOTCS SHEProeM-
KOCTh M TPYAOEMKOCTH dTarma npobdomoaroroku. [Ipume-
HEHHE MHKPOBOIHOBOTO BCKPBITHSI TIO3BOJISIET €Iie O0JIhb-
1e HTHTEHCH(UIMPOBATE 3TH MPOIIECCHI

[lo pe3ynbpraram pa3paOOTKH MPOBEICH CPABHUTEIb-
HBII DKCIIEPUMEHT C IIPUMEHEHUEM Pa3IMIHBIX CIIOCOOO0B
xumuyeckoi npodonoarorosku At ADC-UCII ananuza
AK nHa kepamudeckoii ocHoBe (Taou. 2).

Kak BunHO U3 npuBeneHHON TabIUIIbl, BCE MPEACTaB-
JICHHBIE PE3YJBTaThl XOPOIIO KOPPETUPYIOT APYT C JIpy-
rom. Ho yuuTbIBasi, 4To NprMeHEHNE aBTOKJIABHON U MUK-
POBOIHOBOW TIPOOOTIOATOTOBKH Ja€T CYIIECTBEHHBIN BBI-
UTPBIII B YKA3aHHBIX SKOHOMUYECCKUX MOKA3aTeNX, IPe/I-
MOYTEHHUE CIIEeIYeT OTIaTh 3TUM MeToiaM. B mobom ciy-
4yae, HAJIMYME AIBTEPHATHBHBIX METOIOB aHAJIHM3a IIPH
OTCYTCTBHM CTAaHIAPTHBIX OOpa3IOB COCTaBa SBISETCS
HEOOXOIMMBIM YCIIOBHEM U KOHTPOJS HPaBIIBHOCTH
PE3yIIBTaTOB aHAIN3A.

B IllenTpasbHON aHanUTHYECKON maboparopuu
AO «E3 OLIM» paspaboTana U arTecToBaHa METOIUKA
«Karanuzaropel aBToMoOMIbHBIE. OnpereneHue IaTu-
HBI, MAJUIAJHS, POJUs B MpoOdax MpoOUPHO-aTOMHO-3MUC-
CHOHHBIM METOJIOM C MHAYKTHBHO-CBSI3aHHOH IJIa3MOii».
JlnanasoHsl ONpeNeNseMbIX coaepXkanuii (r/T): mnasia-
quit — 200 —3000; muratuaa — 200 — 2300; pomuit —
50 — 400; moxa3zaTead TOYHOCTH METOOUKU HaXOIATCS
B wumHTepBamax 4,5-2; 5-2; 7-2,5% OTH. COOTBET-
CTBEHHO. [I711 MOATBEPKIEHUS TPABHIBHOCTH PE3YIIbTa-
TOB aHAaJIM3a MPUMCHSUIH METOJ BapbHUPOBAHS HABECOK.

Meroauka Obuta ampoOMpoBaHa MPH aHAIH3E CTaH-
JapTHBIX 00pa3noB cocraBa AK, KoTOpbIMH pacroiia-
raer jaboparopusi: ERM-EB504, ERM-EB503a (npowus-
BojcTBa ERM — European Reference Materials) u SRM
2556, SRM 2557 (mpousBoxctBa National Institute of
Standards & Technology). Pe3ynbrarsl aHamuza mpuse-
JIEHBI B TA0I. 3.

IIpumeHneHne MPOOHPHOTO KOHIICHTPUPOBAHUS MJISt
aHaJIM3a aBTOMOOWIILHBIX KaTajn3aTOpOB MO3BOJISET YXKe
Ha TIEpBOM dTare (ITUIaBJIeHHE MPOObI) MOJHOCTHIO yra-
JUTH €€ OCHOBY, CIICAOBATEIIFHO, CIACAYIOMINE aHATUTHYC-
CKHe omepanny (pacTBOPEHHE B CMECH MHHEPATIBHBIX KH-
CIIOT ¥ HETIOCPEICTBEHHO M3MEPEHIS) SIBITIOTCSI TPOCTHI-
MH " dKCTIpeccHBIMU. PazpaboTanHas MeTOAMKA TI03BOJIS-

Tabanma 3. Pe3ynbrarsl aHaan3a CTaHIAPTHRIX 06pasioB no Metoauke E30IM (mia!)

IInaruna Manmaauit Ponnii
CranpaprHbiit A IonyuenHoe 3HaueHue A ITonyuenHoe 3HaueHne A TTonyuenHoe 3HaueHue
o0pasew TTCCTOBARHOC TPHUITHCAHHAS TOTPEIL- TTCCTOBARHOC MPUMHCAHHAS TOTPELll- TTCCTOBAHAOE IPHUITHCaHHAs OrPell-
3HAYCHHE 3HaYCHHE 3HAYCHHE
HOCT5 (II0 METO/IHKE) HOCTB (II0 METOJHKE) HOCTB (II0 METOJJHKE)
ERM-EB504 1777 £ 15 1761 + 49 279+ 6 274 £ 11 338+4 352+ 11
ERM-EB503a 1880 + 30 1863 + 68 2780 + 80 2704 + 68 — —
SRM 2556 697,4+23 680+ 19 326+ 1,6 320+ 14 51,2+0,5 47
SRM 2557 1131 + 11 1105 + 31 2332+1,9 225+ 11 135119 138+ 7
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€T IIPOBECTH BECh AHAIIUTUYECKHUN LIUKII B TEUEHUE OHOMN
paboueil cMeHBI.

CrnoxHO# mpoOireMoii aHaAIMTHIeCKOro KoHTpouist AK
(BcnencTBHE MX MHOTOKOMITOHEHTHOTO M HECTEPEOTHITHO-
T0 XMMHYECKOTO COCTaBa) SBILSIETCS KOHTPOIH MPAaBUIIb-
HOCTH pE3yJIbTaToB aHanu3a. Ha cerogHsamHui a1eHs arre-
CTOBaHHBIC METOJMKH aHANN3a, TIPH Pa3padOTKe KOTOPHIX
HCIIONTB30BAIH MEXKIa00paTOPHBIE I MEKMETOIHBIC CPaB-
HUTEJBHBIC HUCIBITaHUS, OOCCICYHBAIOT BBICOKYIO TOY-
HOCTh ONPENICIICHHS TUIATHHOBBIX METAJUIOB B OTpaboTaH-
HBIX KaTaJIMTHYECKUX HeWTpaln3zaTtopax aBTOMOOHIIEH.
J1 KOHTpPOJIA IPABUIILHOCTH PE3YJIBTATOB YACTO HCIIONb-
3yIOT METO/bI J0OaBOK, BApbUPOBAaHUS HABECKH, a TAKKe
CHUHTETHYeCKHe cMecd U T.I. OJHaKO aBTOKAaTajIH3aTOpHhI
MMpUHAIJICKAT K OJHOMY U3 HEMHOI'UX KJIACCOB BTOPUYIHO-
IO CBIPbS, CONIEPIKAIIEro JAParoleHHbIE METaJbl, KOH-
TPOJIb IPABUIIBHOCTU PE3YJITaTOB ONPENEICHUA KOTOPBIX
MOKHO TIIPOBOAUTL C HCIIOJIB30BAHUEM CTaHAAPTHBIX
00pas1oB cocrapa, HecMoTpst Ha To uTo ['CO coctaBa AK
orcyTcTBYOT. B «I'mpenmere» Obuia mpoBeneHa pado-
Ta TO CO3AHUIO CTAaHAAPTHOTO o0pas3ma MpeArpUsSTHS
(COII) cocraBa AK Ha KepaMHUYECKOH OCHOBE.

Hus mzrorosnennss COII 6buT MCTIONB30BaH OIOK OT-
paboTaHHOTO KEPAMUUECKOTO aBTOKaTaiau3aropa (puc. 3).

C nomomipblo BUOpALlMOHHON MENbHUIIBI BECh Ke-
pamuueckuii 00K ObLT M3MENBYEH M TOMOT€HU3HUPOBaH,
ero oxHoponHocTs oneHuwan no 'OCT 8.531-2002. Jns
YCTaHOBJICHUSA AaTTCCTOBAaHHBIX 3HAYEHUHN COZCPIKaHUA
IUIATHHBI U POAMS, a TAKXKE X MOTPEIIHOCTEH OBUT IpoBe-
JIeH MEXI1a00paTOPHBIA AKCIIEPUMEHT, Y4aCTHE B KOTOPOM
HPUHSUTN JTa00PaTOPUH HAYIHO-IIPOM3BOICTBCHHOTO KOM-
mieKkca kadectsa u ananutuku AO «l upeameT» u neHTpa
«AHCEPTOKO». [lanpHelme pacyeTsl XapaKTePUCTHK
CTaHIapPTHOTO 00pa3lia BBITIOJIHEHBI C COOJIOICHUEM Tpe-
oosannit [OCT 8.532-2002.

AttectoBannoe conepxkanne MIII™ B CO cocraBa ke-
PaMHMYECKOTO KaTaJIUTUYECKOTO0 HeHTpanuzaropa aBToO-
Mobmieit cocrapmsiet: Pt — 0,160 + 0,005 % macc.; Rh —
0,025 + 0,002 % macc.

Takum 00pa3oM, aHanmM3 JUTEPATYPHBIX TAHHBIX U
MIPUBEJICHHBIX METOAMYECKUX pa3pabOTOK MOKa3bIBAET,
YTO, C OJJHOH CTOPOHBI, 32 HEMPOJOJDKUTEIHLHOE BpEMs
B O0JIACTH aHAJIUTUYECKOTO KOHTPOJIS OTPaOOTaHHBIX aB-
TOMOOWMJIBHBIX KaTaIN3aTOPOB BHIITOJIHEHO HEMAJIO HCCIIe-
JIOBaTENbCKUX M METOAMUYCCKUX paboT, OXBaTHIBAIOIINX
MPAaKTHYECKH BCE COBPEMCHHBIE MHCTPYMEHTAJIBHEIC Me-
TOJIbl aHAJIHM3a M CHOCOOBI XUMHUYECKOH MPOOOIOITroTOB-
KH, a C APYTOd — OCTAeTCs elle 3HAUUTEIHHOE KOJIHYe-
CTBO HEpPEHICHHBIX HPOOIeM, HaJ KOTOPBIMH MPEICTOUT
paboTars.

Henp3st mpoliTH MHMO elle OAHOM CIIOKHOM Mpo-
onembl s AK kak 00beKTa BTOPUYHOTO ChHIPbs, COAEP-
JKAIeTO JAPAroIeHHBIC METAJIbl, — 3TO CepTH(UKAIMA
napTuii oTpabOTaHHBIX KaTalM3aTOpOB, KOTOpas Hamps-
MY CBsi3aHa ¢ Bompocamu npobootdopa. B Hacrosiee
BpeMsl MIPENPUATHS, 3aHUMAIOIIHecs cOOPOM | MepBHY-
HOH mepepaboTKoi cripbs BJIM, m3BiekaroT kepammde-

ckue OJOKM M3 HEHTpaJIu3aTopoB aBTOMOOWIIEH paziuy-
HBIX MAapOK M HaKalJIMBalOT MX B Buae nmaptuil. Ecrect-
BEHHO, 4TO B MapTUi0 MOryT nomnajgars AK pasnnynbix
MapoK C Pa3IMYHbIM XUMHYECKHM COCTaBOM U COJIEpIKa-
nuem MIIT. Jlns AK Ha KepamMuueckoil OCHOBE €IMHCT-
BEHHBIM CIOCOOOM, TO3BOJISIONINM 00ECIIEYHBATh OTOOP
MPE/ICTABUTEIEHON TIPOOBI, MOXKET OBITH MpPEIBAPUTEIIh-
HOE€ U3MEJIbUEHHE BCEHl MapTUH 10 KPYITHOCTH, [103BOJIAIO-
el TPUMEHHUTH MTPaBmiia MPoO00TOOpa JUIS ChITYYHX Ma-
TEpUAIOB — 3TO OTOOpP TOYEYHBIX IMPOO C IMTOMOIIBIO
IIyna WIH MEXaHHYCCKHX YCTPOWCTB, (OPMHUpPOBaHHE
00bEeIMHEHHOM MPOOHI, ee MepeMelIuBaHue, yCpelHEeHHE
U JIeJIEHUE C TOJyuyeHHEeM aHaJUTH4YecKod (1aboparop-
HOIi) TpoObl. MeToauku 0T00pa NpeaCcTaBUTENbHBIX IPO0
Jutst rientert ceprudukanuu AK Ha MeTaminueckoil OCHOBe
Ha CETOHALIHUNA AEHb BOOOILE OTCYTCTBYIOT.

OTH BOMPOCHI MPEJICTOUT pelniath B ONKaiiieM Oy-
JIyLIEM U B MAKCUMaJIbHO KOPOTKHE CPOKU.

Paboma evinonnena npu nooodepoicke Poccutickozo
@onoa gyroamenmanvrvix uccireoosanuil 8 pavxax Co-
enawenus 15-33-70037 (6 wacmu ucciedo8anus 603mModic-
Hocmell npuMeHeHUs d1eKmpomepmMuieckol amomHo-ao-
COPOYUOHHOU CHEeKMPOMEMPUU C HEnPepbIGHbIM UCHIOY-
Hukom cnekmpa) u Poccutickoeo Hayunozo ¢onoa é pam-
kax Coenawenusn 16-13-10417 (8 wacmu uccredosanus
CBOLCTNG CePY-A30MCO0EPHCAUUX COPOEHMOB).
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IIpoBeneH cpaBHUTENbHBINA aHAIU3 TPEX METOAUK OHPEAECNICHUS MOIMXIOPUPOBAHHBIX OU(EHWUIOB B
ANEKTPOU3OIIAIMOHHBIX KHUAKOCTIAX METOIOM KalMUIApHOH ra3oBoi xpoMarorpadpuu (I'X) ¢ nerexru-
poBarmem 1o 3axBary dnekrpoHoB: [OCT P MOK 61619-2013, TOCT EN 12766-2-2014 u ®OP
1.31.2012.13568. Ilepsblil MeTOx, TPEOYIOLIUII ONpeieIeHUs] BCEX KOHTEHEPOB B aHATU3UPYEMOH Ipo-
0e, CTanKuBaeTCsl C HEBO3MOXKHOCTHIO MICHTHU(UKAIIME MHOTHX U3 HUX HPH UX OTHOCHTENHHO MaJIbIX
COZIEPKAHUSIX M HAJTMYMH MEIIAIOIINX MpHMeceil B oTpaboTaHHBIX Maciax. Bropoit MeTon, ocHoBaH-
HbII Ha OIpe/IeNIEHUH 1IeCTU BEIOPAHHBIX UHAUKATOPHBIX KOHreHepoB (28, 52, 101, 153, 138 u 180) u
YMHOXXEHUM CyMMBI HX COIEpKaHuUi Ha KO3(GUIMEHT 5, naeT OoJiee BBICOKUE PE3YIbTaThl, HO HE O3BO-
JISeT OIICHUTH MPABHIIBHOCTH onpeencHus. TpeTnii MeTox, OCHOBaHHBIH Ha HCHIOTB30BAaHHH JUTS TPATy-
UPOBKU TEXHHYECKUX IIPOLYKTOB, @ UL UIEHTU(DUKALMY TUNA TEXHUYECKOIO IPOLYKTa U OIPEICICHUS]
€ro CoziepyKaHusl — IMPOM3BOJIBHOTO YKC/IA KOHTEHEPOB, PACIIPEIEICHHBIX 110 BCEMY UHTEPBAJLy JIHOU-
POBaHMS, JaeT MPOMEKYTOUHBII PE3yIbTaT O CPABHEHHUIO C ABYMs IIPEABIAYIIIMI METOAMH H MTO3BO-
JISeT OI[EHNTH HEOIIPEIeNIEHHOCTh Pe3yIbTara.

KimoueBsble cioBa: nonuxiopupoBanHbie Ondenmnsr; [1XB; TX-23/1; 35eKTpor30siOHHbIC JKUI-
KOCTH; TpaHc(OpMATOpHBIC Macia.

DETERMINATION OF POLYCHLORINATED BIPHENYLS (PCB)

IN INSULATING FLUIDS

© E. S. Brodskii, A. A. Shelepchikov, G. A. Kalinkevich, and E. Ya. Mir-Kadyrova

Submitted March 24, 2017.

A comparative analysis of three methods of PCB determination in insulating fluids is carried out using capillary gas
chromatography with a detection by electron capture (GC-ECD — IEC 61619:1997 "Insulating liquids — Contamina-
tion by polychlorinated biphenyls (PCB) — Method of determination by capillary column gas chromatography; EN
12766-2:2001 “Petroleum products and used oils — Determination of PCBs and related products”; FR
1.31.2012.13568 “Method for determination of sum of polychlorinated biphenyls and sum of polychlorinated
terphenyls in mineral and synthetic oils, petroleum products and wastes by capillary column gas chromatography”).
The first method requires determination of all the congeners in the analyzed sample and encounters the impossibility
of their identification at the relatively low content of congeners and interfering impact of the impurities present in the
used oils. The second method based on determination of six selected congeners (28, 52, 101, 153, 138, and 180) and
subsequent multiplying of the sum of their contents by a factor of 5 is much better, but does not provide evaluation of
the accuracy of the results thus obtained. The third method based on the use of technical products for calibration, and
an arbitrary number of congeners distributed throughout the elution interval for determination of the content and type
of the technical product occupies an intermediate position in comparison with the two previously considered methods
and provides estimation of the uncertainty of the result. This method gives an intermediate result in comparison with
the two previous ones and allows us to estimate the uncertainty of the result.

Keywords: polychlorinated biphenyls (PCB); capillary gas chromatography with detection by electron capture
(GC-ECD); insulating fluids; transformer oils.

IHonuxnopupoBanusle 6ugenuns! (IIXb) otHOCATCS K Cca-
MBIM OIACHBIM OPTaHHUUECKUM 3arpsisHUTENIM. OHU TOK-
CHYHBI, KaK ¥ MHOTHE XJIOPCOZIEPAKAIIHIE BEIECTBA, A JIBE-
HAJIIIaTh U3 HUX, HE NMEIOIINE 3aMECTUTEICH WM UMEIO-
IIME TOJIBKO OJJMH B OpmMo-TIOJIOXKCHUH, 00IaAal0T CIeIH-
(buyecKoil TOKCHYHOCTBIO, XapaKTePHOH /ISl TMOKCHHOB,
U Ha3BIBAIOTCS TUOKCHHOMOMOOHBIMHU. [lommxiiopupoBan-
HBIC OM(EHWIBI ABISIOTCS HMPOAYKTAMU KPYITHOTOHHAXK-

HOTO NMPOU3BOACTBA U paHee UX IIUPOKO MCIIOIb30BAJIU B
TEeXHUKE U MPOU3BOJWIN B BHUJIE TEXHHUYECKHX CMeECeH ¢
pasHbIM cojepxkaHueM xjopa: Apoxiop (CLIA), Kane-
xnop (Snonwus), Xmopden (I'epmanmst), @enoxnop (Ppan-
uus), @enxnop (Uranus), Coson, Cosron, Tpuxiopau-
tenmn (CCCP u P®) u ap.

CrokroibpMckoii koHBeHIuell I1XB BKIIIOYEHBI B Ie-
peyYeHb CTOMKHMX OpPraHUYECKUX 3arpsi3HUTENCH, KOTopble
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3aMpeuieHo MPOU3BOIUTh, UCIIOIB30BaTh U XpaHuTh. Cy-
LIECTBYIOIIME 3aachl MOAJIEeKAT MHBEHTAPU3alUd U YTH-
Ju3anuy. B COOTBETCTBUU C 3TUM BO3HHUKAET 3ajiaya OIl-
penencuus [1XB B TeXHHYECKUX MaTepUaiax U 00bEKTax
OKpYXaroIiei cpeapl.

Orta 3a/1a4a peraercs pa3HbIMU ClIoco0aMu B 3aBUCH-
MOCTH OT LIEJIM aHajIu3a. B TOKCHKOJIOrHYeCKUX UCCleno-
BaHUsX omnpenensor 12 muokcnHononoOHbix [1XB, k ko-
TOPBIM OTHOCATCS IJIAHAPHBIE, MOHO-0pMO- U HEKOTOPBIE
JIN-opmo-3aMellleHHble cOoeqUHEHMs. VX KOHIeHTpaluu
00b19HO 04YeHb Mainbl. Yetsipe mnaHapubix [1Xb ompene-
JISTFOT B OJTHOW (ppakiyu ¢ anokcuHamu metogom I'X/MC
(06brur0 I'X/MCBP) 10cie (ppakiHOHUPOBAHKS HA aK-
TUBHOM YIJI€, & OCTAJIbHBIE TUOKCUHOMOn00HbIe [IXb —
taxoke MetogoM ['X/MC B apyroit Gppakimm.

[Ipu onpenenenun obmmero coxepxanust [IXb B 00b-
€KTaxX OKPY’KaoIlel CpeJibl UCIIONIB3YIOT JBa MOAX0AA:

1) xoHreHep-cienu(UYECKU  aHAM3  METOolIaMH
I'X-23[ uma I'X/MC: onpenensor BCe MHAWBHIYallb-
Hble KoHreHeps!l [IXb u cyMMupoBaHueM UX KOHLEHTpa-
LU OTy4aroT o0liee CoaepKaHue;

2) ompenensioT HECKOJIBKO Hamboyiee MpeiCTaBH-
TEJBHBIX KOHI'eHEePOB (00BIYHO 6 WK 7), IO KOTOPHIM Ye-
pe3 mepecueTHbI KOAPPHUIHUEHT BBIYUCISIOT CYyMMapHOe
conepxkanne [1Xb (mepecyerHble KOI(DGUIUEHTE MOKHO
YCTaHOBUTD Ul U3BECTHBIX TEXHUYECKUX CMeCei).

OcoOpblii ciy4ail — aHadu3 AIIEKTPOU3OISIUOHHBIX
KHUIKOCTEH: TpaHCHOPMATOPHBIX U KOHIACHCATOPHBIX Ma-
CeJl U HEKOTOPBIX THAPABIMYECKUX KHUIKOCTENH HA OCHOBE
texHnyecknx cmeceid [1Xb. O0bekTaMu aHaImM3a SIBISIOT-
sl UCXOJHbIE, OTpaboTaHHbIe U 0OpadoTaHHBIE (IIOBEPT-
muecs onpezeneHHoH o0padoTke, HampuMmep, AEXJIOpH-
POBaHUIO) MPOAYKTHL.. B COOTBETCTBUMHU C 3aKOHOAATENb-
creom EC (mupextusa EC 96/59/EC) rpynma coenute-
HUH «ITOJMXJIOPUPOBAHHEIC OM(DEHIITBD) JOIDKHA CKIIaIbI-
BatbCcs M3 cymMMmbl [IXbB, CyMMBI MONMMXIOpHpPOBAaHHBIX
teppernsoB (IIXT) u cymMMBI TOTUXIOPUPOBAHHBIX OCH-
suntonryosioB (ITXBT).

Kak mpaBuio, OCHOBHBIM METOJOM aHajlu3a 3THUX
00bextoB sBisieTcst [ X-233]] [1 — 5]. DTo BRICOKOYYBCTBH-
TEJbHBIN, CENEKTUBHBIN, CPABHUTEILHO TPOCTOI U HENO-
poroit MeToa, OH 0COOEHHO yHO00€H, TaK Kak AJsi OCHOB-
HOW Macchl KOMIIOHEHTOB MUHEPAJIbHBIX U OOJBILINHCTBA
CHHTETHYECKUX Maced curran O3] Man uiad BooOIIe
orcytcTByeT, u IIXB xopormo mposiBisioTess Ha UX (oHe.
IToaTomy 0OBIMHO He TpedyeTcs CIEeUalbHO BBIACTATDH
UX U3 CMECH M MOYKHO OTPAHUYUTHCS TOJIBKO OYUCTKOM OT
HOJISIPHBIX coeauHeHuil. [Iponenypy ouncTku BBIOHpAIOT
B 3aBHCHUMOCTH OT BHAa 00pasia. [y Mano3arpsi3sHeHHBIX
Macell JOCTaToyHa OYMCTKA Ha KOJIOHKE C OKCHAOM alllo-
MUHUS, IS CUIIbHO3ArPA3HEHHBIX HCIOJIB3YIOT OYUCTKY
Ha KOJIOHKaxX ¢ OeH30JCYIb(OKHCIOTON, CHIIMKAreieMm
C HAHECCHHOW CEepHOW KHCIOTOH, (PpaKkIMOHUPOBAHHUE
Ha COpOCHTaX, pacHpeseNieHie B CMECH PacTBOPHTEINEH,
Tepmuueckuit ynap [3].

OpHako TpU aHaJIHM3e AIIEKTPOU3OISAIHMOHHBIX KH/I-
KOCTEH 3TUM METOJIOM BO3HHKAIOT OIpeesIeHHbIE TPY/I-
HOCTH.

Bo-1miepBbIx, CI0KHO ONpeAesTh HU3KOXJIOPUPOBaH-
Hbl€ KOHI€HEphl U3-3a UX MaJIOr0 COAEP)KaHUS B TpaHC-
(opMaTOpHBIX Maciax M IIOMEX CO CTOPOHBI JAPYTUX
COCIMHEHUM.

Bo-BTOpBIX, B CHJIBHO 3arpsA3HEHHBIX Macjiax BO3HU-
KaIOT IOMEXH OT (JOHAa MATPHIBI M HAIOKCHUS MEIIaro-
IIMX COEAUHEHHH, TaK YTO MUKH KOHT€HEPOB C MaJIbIM CO-
JIepKaAHUEM CIIO)KHO OOHApPYKUTh U U3MEPUTH.

B-TpeTbux, BO3HHMKAIOT MpoOiemMbl ¢ HIeHTH(]UKaA-
ueil. XoTs ecTb CTaHAapThl, MO3BOJISIOLINE ONPEACTATh
U MIPU HEOOXOIUMOCTH KOPPEKTHPOBATH SKCIIEPUMEHTAITb-
HOE BpeMs yICePKUBaHUS MPAKTHYECKH JIIsl BCEX KOHTEHe-
POB, TPYIHO HCIIOIB30BaTh OCHOBHOHM METOJ WICHTU(U-
Kallil — aHalli3 XapaKTEepPHOTO NPOQHIss KOHTECHEPOB,
T.e. pacmo3HaBaHue o0pas3oB. Ecmu 3T0T mpoduins Hapy-
IIICH BCIICICTBHE KAKUX-JIMOO NMPHYNH, HAJISKHOCTh pac-
[I03HABAHUS YMEHbILIAETCSl.

Bce 310 genaer kenaresbHBIM HMCIIOJIB30BaHHE J0-
MOJTHUTETHHOTO METO/a, MO3BOJIIONIEro Oojee HaleKHO
unentuduimposars [1XB, — I'X/MC. Dot MeToxa obec-
MIEYNBAET BBICOKYIO CEJIEKTUBHOCTh U UyBCTBUTEIHHOCTD,
HO TpeOyeT y/laleHnss OCHOBHOW MacChl MaTpHIlbl U 00JIb-
[Ield YacTH TOJSIPHBIX KHUCIOPOJICOJCPKAIIUX COEAUHEe-
HU B 0OTpabOTaHHOM Maciie.

Bo3MOXHBI pa3MyHBIE METOIBI pacyeTa OOIIEero
conepxkanusa [1Xb, IIXT wnu IIXBT mo manHbIM m3Me-
peHui.

1) OmpenensitoT cymMMy BCEX WHAMBHIYATbHBIX KOH-
reHepoB (B TOM 4MCJIe HepasJelieHHbIX, paccMarpuBae-
MBIX KaK OJUH KOMIIOHEHT). B aToM ciy4ae npu ucross-
3oBanuu ['X-D3/] HeoOxomuMo uMeTh KO3DOUITUCHTHI
YYBCTBUTEJIBHOCTH JJIi KaXKJOIO OIpPEnessieMOro KOoH-
redepa (a s Hepas3[esIeHHBbIX KOHI'€HEPOB — CpeIHUIl
ko3 dunuenr).

2) OmpenensitoT CyMMY HECKOJBKUX 3a/laHHBIX KOH-
TEHEPOB U Yepe3 MepecyeTHIN KOAPPUIIMESHT BHIYUCTISIOT
cymmaphoe coaepxanue [IXb (mepecuetnsie ko3dduiu-
SHTBl MOXKHO OTPEICIUTh TOJBKO JUI U3BECTHBIX TEXHH-
YECKHX CMeCeH).

Meton onpenenenus cymmapHoro conepxkanus [1Xb
B IICTIOM IIPOIIE U JACIIEBIE, YeM H30Mep-Crei(prIecKuit
MeToa. OH NPUMEHUM TaKXKe AJIS1 ONPEIEIeHUs OIUXJI0-
pupoBaHHbIX Tepdenmwion (I1XT) u moauxIopupoOBaHHBIX
6ensunromnyosnos (ITXBT) [4, 6 — §].

B 2014 r. B PO nmns ompenenenust [1Xb B anexTpo-
M30ISIUOHHBIX  xkuAkocTsax mnpuaar [OCT P MOK
61619-2013 [1]. Ora Meroauka HpeaycMaTpHBaeT pas-
Jenenre cmecu koHreHepos IIXb Ha kamwIIsipHOM Ko-
JIOHKE, OIpeJielieHue U CyMMHUPOBAaHHE BCEX BO3MOXKHBIX
KOHT€HEPOB.

Jns unentuduxanun kouresepos I1Xb mo Bpemenam
yICpKUBAHUS B aHATM3UPYEMYI0 CMECh B Ka4eCTBE BHYT-
peHHUX cTaHmaptoB BBOAST aBa koHrenepa (I1XbB-30 u
I1XB-209), smonpyrommxcst B Hadaje U B KOHIIE XPOMaTo-
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rpamMMbl. OHH CITy’KaT JJIsl ONIPEACICHUS] OTHOCUTEIIEHOTO
BpeMeHH ynep kuBaHus mukoB koureHepos [1Xb mo nmomo-
JKCHUIO B MHTEpBAJIC MEKAY IBYMS CTAHIAPTAMH H UISA
onpenenenus 1mo otHoueHuio K [1Xb-209. Beruaucisior
9KCIIEPUMEHTAJIbHBIE OTHOCUTEIBHBIC BpEMEHa YACp)KHU-
Banus (ERRT) kaxmoro xoHreHepa, HCIONB3Ysl B Kade-
CTBE CTaHAapTa CICIHAJIbHYI0 KOHTPOJIBHYIO CMECh,
cocTaBleHHYI0 H3 Apoxiop-1242, Apoxiop-1254 u
Apoxnop-1260 B coornomenuu 2:1:1. I[Ipu 3ToMm BO3MOXK-
HBI JIBa MOJIX0/Ia K HICHTH()HUKAIIMU Hepa3elIeHHBIX KOH-
TEHEPOB: «BCE BEPOSITHBIC BAPUAHTHD) H «BCE BO3MOYKHBIC
BapuaHTh». [lepBblil mogpasymeBaeT Hajauuue B oOpasie
OIIPENIETIEHHON TEXHUYECKOM CMEeCH, B KOTOPOIl BEPOSITHBI
HEKOTOPBIE COYETAaHHUS COBMECTHO IPUCYTCTBYIOMINX KOH-
reHepoB. BTopoli — HEU3BECTHYIO CMeCh, B KOTOPOU Ha-
00p KOHIeHEpOB HE 00s3aTEIbHO COOTBETCTBYET OMpEJie-
JIEHHOM TEXHHUYECKOI CMECH, 2 MOXKET UMETh JAPYroe Mpo-
ucxoxnenue. J{ns o6paborku xpoMmarorpamm Tpedyercs
CIIPaBOYHBI MAcCHB JaHHBIX, COIACPIKAIIUI PE3yJIbTaThI
aHaJIM3a KOHTPOJIbHBIX CMECEH, JINTepaTypHbIe NaHHbIE
U T.I., B TOM YHCJI€ OTHOCUTEIbHBIC BPEMEHA YJCP KUBa-
st (ERRT) n otHOCHTENBHBIE KO((HUIIMEHTH OTKIMKA
(RRF) mns obomx BapuanToB. OTHOCHTENIbHBIE KO-
(DUIMEHTHI YyBCTBUTEIBHOCTU HAXOIST IO HECKOJIBKHM
WH/IUBUYaJbHBIM COCIMHEHUSIM — OINOPHBIM KOHTe-
HepaM, KaXJIbId U3 KOTOPBIX HAXOMUTCS B OJTHOM U3 JICBS-
TH BBIJICIICHHBIX MHTEPBAJIOB JITIONPOBAHUS KOHI'CHEPOB
IIXB u 11 KOTOPOrO 3KCIEPUMEHTAIBHO ONpPENEseH Ka-
nuOpoBouHbIl kK03 durment. Kamudposounsie kos3ddu-
[IUEHTHI JAPYTUX KOHT€HEPOB BHYTPH CErMEHTa yCTaHaB-
JMBAIOT T10 JIUTEPATypPHBIM TAHHBIM U KOPPEKTHPYIOT II0
JAHHBIM aHAJIH3a JJIs OTIOPHBIX COCAUHCHHUH.

[Io »SKCHEepUMEHTANBHO OMNpPEICICHHBIM OTHOCH-
TENBHBIM KO3()(UIIMEHTaM TyBCTBUTEIBHOCTH B KaKIAOM
U3 JICBSITH BBIIENCHHBIX CETMEHTOB KOPPEKTHPYIOT
Tabnuunele 3HaueHnst RRF 17151 Bcex KOHreHepoB (UiH He-
pasleNeHHbIX Map) M PAaCCUUTHIBAIOT MX KOHIIEHTPAIUH,
KOTOpBIE CyMMHPYIOT JJISI TONYyYeHHs OOIIETo comepika-
Hus [1Xb.

[IpakTHueckoe MpPUMEHEHHE 3TOr0 CTaHAApTa COIpS-
JKCHO C OTPEICIICHHBIMU TPYIHOCTSIMU.

1) HeoOxomumo 10OUTBCS  XpoMarorpaduyeckoro
paspelieHus He XyKe, YeM Ha dTAJIOHHOH XpoMaTorpamme
(90 HabmromaeMbIX MHKOB M BOCTIPOU3BOAMMOCTE OTHOCH-
TenbHBIX BpeMeH ynepxkuanust +0,0015). Tlomxoro pas-
JETICHAsT BCEX HEOOXOIMMBIX IHKOB HE BCEINa yHaeTCs
JIOCTHYb JJa’ke Ha HOBOM KOJIOHKE, a Yepe3 HEKOTOpoe Bpe-
MsI pabOTBl C CHJIBHO 3arpsS3HEHHBIMH OTPaOOTaHHBIMU
MacJaM{ OHA HE CMOXKET 3TOTo obecnednTs. B aToMm ciry-
gae IPUXOAUTCS MUPUTHCS C TEM, YTO CO BPEMEHEM ITOsIB-
JsieTcst Bce OouIbLIe Map Hepas3AesIeHHbIX THKOB.

2) CornacHO METOJMKE B KauyeCTBE TIa3a-HOCHUTEIS
HCTIONB3YIOT BOJOPOI WJIH TeNIHH, a B KaueCTBE ra3a-pas-
OaBuTenss — a30T. OfHAKO HA MPAKTUKE a30T MOXKHO H
JKEJIaTeNIbHO UCIIOJIb30BaTh U B KAueCTBE rasa-pa30aBuTe-
JIs1, ¥ B KQUECTBE Ta3a-HOCHUTEIIS.

3) CornacHO METOIUKE OIPEaeIIeMbIM [TOKa3aTeIeM
apisieTcst cymMMa Beex IIXDB, HO rpagyupoBKy IpPOBOIST
no 14 BbIOpaHHBIM WHIWBUAYAIBHBIM COCAUHEHUIM
(18,28,31,44,52,101, 118, 138, 149, 153, 170, 180, 194,
209), xk03(HUIMEHTH 9yBCTBUTEIBHOCTH JPYTHX KOHTE-
HEepoB OepyT U3 CIIPaBOYHOTO MAacCHBA.

4) Heo0xommMoO KOHTPOJIHMPOBATH CHCTEMY 00paboT-
KM JIaHHBIX, T.€. MPOBEPATH IMPABHILHOCTH H3MEPCHHS
BPEMEH yAEP>KUBaHUS U IIJIOLIA1eHl HECKOJIBKUX NECATKOB
MTUKOB, 4TO TPeOyeT onpeaciicHHON KBau(UKaluy 1 3Ha-
YUTEJIHHOI'O BPEMEHH.

5) Tlpouenypa uacHTU(PUKAIIMA TEXHUYESCKHUX CMe-
ceit [1XB, npemioxkeHHast B 9TOH MeTOIUKe (BU3yallbHOE
CpaBHEHHWE XpOMAaTOrpaMM 00pasiia ¥ cTaHaapTa), He Bce-
rJa JaeT MpaBUJIbHBIN pe3ysbTar.

6) Ompenenenne obmiero conepxanus [1Xb myrem
CYMMHPOBaHHSI KOHIICHTPAIMi 0OHapyXEHHBIX KOHTEHE-
POB MOKET JaTh 3aHM)KEHHBIN pe3ysbTaT, Tak KaK IpHU BbI-
COKOM XMMHUYECKOM ITyMe Aaneko He Bce nuku 11Xb yna-
eTcst OOHAPYKUTh U HE BCETIa BO3MOXKHO OIIPEICIHUTh UX
IUIOIIA/Ib UJTH BBICOTY.

C 1 utons 2016 r. BBeneH eme onun cranaapt [OCT
EN 12766-2014, cocrosmmii u3 Tpex yacteil [2 —4].
IlepBast yacTb perIaMEHTHPYET METOAbl MOATOTOBKH
poObl, €e OYUCTKH M MOJy4YeHHs Xpomarorpamm. Bro-
pasi yacTh onuchiBaeT MeToabl onpenenenus [1Xb: merox
A — ompezenenue BceX KOHTEHEPOB, MeTol B — ompee-
JIeHWE ILIeCTH Hauboyiee MpelCTaBUTEIbHBIX KOHTEHe-
poB — IIXb 28, 52, 101, 138, 153, 180. Jlyst BeraucieHus
o6meit cymmsl I1XbB cymMy I1ecT# KOHI€HEpOB YMHOXKa-
10T Ha MHOXUTENb ITh. HikHMN nipenen oOHapyKeHHs
OT/JEIbHBIX KOHTreHEPOB — 0,2 MI/KT.

Mertonq A — BBIUMCISIIOT COAEpXKaHHE BCEX Be-
POSTHBIX WM BO3MOXKHBIX KOMIIOHEHTOB. [Iponemypa
uaeHTuuKanu KoHreHepoB I[1Xb W BbIYMCICHHS HUX
KOHIIEHTpanui anamornyHa mpuBeaeanod B ['OCT P
MOK 61619-2013. Meton B — ompenensitor cymmy miec-
TH KoHTeHepoB (28, 52, 101, 138, 153, 180), a obOuryro
cymmy [IXDb momy4yaroT yMHOKEHHEM 3TOH BEIUYUHBI HA
KOA((PHUIUEHT IATh. JTO HE 3aBHCUT OT BHIA TEXHHYE-
CKOTO TIPOAYKTA, TaK KaK B JIETKHUX MPOIYKTaxX mpeodiana-
10T OoJIee JIeTKUe KOHTeHEePEI, a B 00JIee TSKEIBIX MPOITYK-
Tax — TsOKeNble. DTOT METOJ PEKOMEHAyeTcs Ui OTpa-
0O0TaHHBIX Macell 1 00BEKTOB HEM3BECTHOTO ITPOUCXOXK]IE-
HUs ¢ HU3KUM conepxkanuem [1Xb.

Tpetbst vacte [4] MOCBsIIIEHA ONPEACICHUIO TOJU-
xsiopupoBanHbiX TephenmioB (ITXT) u nonuxiaopupoBaH-
HbIX OeH3unronyosos (ITXBT).

Metonuka [5] mo3BoJIsSET OMPEeNsiTh CyMMapHOE CO-
JiepKaHue TOIUXJIOPUPOBAHHBIX OM(DEHMIIOB U MOJIUXJIO-
PUPOBAHHBIX TePPEHUIIOB B MUHEPAIBHBIX U CUHTETHYE-
CKHX Macjax ¥ He(TempomLyKTax METOIOM KamWLIPHON
ra3oBoi xpomarorpa¢uu. B ocHoBe 3TOif METOAUKH Jie-
JKUT IpEArosoxkeHue o ToM, uto IIXb B aHanu3upyemsix
o0pasiax HaxoAATCsl B BUJIE ONPEICIICHHBIX TEXHUYECKUX
cMecell WIIM UX KOMOHMHAIIMH, TaK YTO Ha OCHOBAaHHH
OTIPENICIICHUs OJIHOTO WJIM HECKOJIBKUX WHIAMBHIYaTbHBIX
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Tunmanast xpomarorpaMMa o0pasia oTpaboTaHHOTO TpaHC(opMa-
TOPHOrO Macia, 3arpsasHeHsoro I[1Xb

COEIMHEHUN — OTIeNbHBIX KoHTeHepoB [IXb — MoxxHO
OIICHUTH COJIEPKAHNE BCEH CMecH B 1eioM (M KOMOu-
HaIlUW HECKOJILKHUX CMecel).

Hcnonb3yemble BHYTpEHHHE CTaHIApThl — TeTpa-
xsopkcunon, auopomoudenun u I1Xb-209 (mexaxmop-
OuQeHnIT) — DIMOUPYIOTCS B Havalle, CepeIMHE M KOHIIE
xpomarorpammsl [1XbB (31ech ke Hauamo XpoMarorpaMmMbl
[IXT). ['paxyupoBKy MPOBOIAT MO IPaayHUPOBOYHBIM pac-
TBOopaM TexHuueckux cmeceil IIXb, manpumep, cmeceit
Apoxiop, CoBon u ap. Ilpu 3TOM rpagyupoBKy CTpOSIT
JUIS KaXJ0T0 U3 BbIOpaHHBIX KoHreHepoB [1XbB. Takum
00pa3om, Mo KaxJI0My U3 BEIOPAHHBIX KOHT€HEPOB MOKHO
ONpEeNeIATh CoAepKanue cooTBeTcTByromen cmecu 11Xb.

Wnentudukanuro texundeckoir cmecu [1Xb ocyme-
CTBJIAIOT HE TOJIBKO I10 HAJIMYUIO U BpEMEHaM YyIep>KuBa-
HUSI COOTBETCTBYIOIIMX KOHI'€HEPOB, HO M IO MX MPOQH-
J10, KOTOpBIA crenuduueH Ui KaxJI0d TEeXHUYECKOH
cmecu [1XB. CoOTBETCTBYIONIYI0 TEXHUYECKYI0 CMECh
OAOHPAIOT ITyTeM CpaBHEHUS Ipoduieit pactpeneseHus
UCHOJB3YEMBIX XapaKTePUCTUUYECKHX IUKOB Ha XpoMa-
TOrpaMMe aHaIU3UpyeMoro obpasia U XpoMarorpamMmax
pa3HBIX TEXHUYECKUX cMecei. Jysa Kaxaou Tpagyupo-
BOYHOH TEXHUYECKOM CMECH PACCUUTHIBAIOT PsiJl OTHOILIE-
HUH TUIONIA/iell aHAIMTHYECKUX THUKOB X; K COOTBETCT-
BYIOLIMM XapaKTEPUCTUKAM AHATIU3UPYEMOT0 00pasua x;,:
a; = X; /x;,. I'paTympoBOUHas TEXHHYECKAs CMeCh, i
KOTOPOH @; JUIsl BCEX THMKOB OJMHAKOBBI (B Ipeienax
MOTPEUTHOCTH W3MEPEHHs1), OJIMKE BCEro K aHaIU3Hpye-
MOii. Ecnu 5TH OTHOIIEHUS CHCTEMAaTH4YEeCKH H3MEHS-
IOTCSl, MOXKHO TIPEIoNararb, YT0 aHAIM3UpyeMasi CMECh
COJEPKUT HECKOJBKO CTAaHAAPTHBIX TEXHUYECKUX IPO-
JyKTOB [9].

[Tocne momGopa rpayMpOBOYHON CMECH KOHIICHTpA-
mto I1Xb B aHanm3upyeMoM OOBEKTE€ PacCUUTHIBAIOT
CIIEYIOIUM 00pa3oM.

[Inowans (unm BBICOTA) [; XpOMarorpaduyeckoro
MTUKa, COOTBETCTBYIOIIETO j-My KOMIIOHEHTY B i-ii cMecH,

MPONOPIMOHAIbHA KOJHUYECTBY WIIM KOHIIGHTPALIMU 3TOTO
KOMITOHEHTA P

Koo puuuentsl 4yBCTBUTENBHOCTH K; ONPENENSIOT
TI0 TPaIyHPOBOYHBIM PACTBOPAM COOTBETCTBYIOMICH CTaH-
naptHoil Texunueckon cmecu [1Xb:

](}Zlqi/poa

e [,; — IIoImas XpoMarorpaguiecKoro nuka j-ro Kom-
IIOHEHTA B IPalyUPOBOYHBIM PAaCTBOpPE, p, — KOIUYECTBO
WY KOHLIEHTPALMS CTAaHAAPTHOM TEXHHUYECKOW CMECH
IIXDb B rpagyrpOBOYHOM PacTBOPE.

ITockonbKy KakIblii M3 BBIOpaHHBIX XpoMarorpa-
(hryecKkuxX MHKOB MOXKET XapaKTepu3oBaTh olliee coaep-
)kanne [IXB kak comepkaHue OMPEACTICHHOW TEXHU-
YEeCKOM CMECH, 3TH 3HAYeHHsI MOTYT OBITb YCpETHEHBI,
a pazbpoc 3HaueHuit copepkanusi [1Xb, paccunTaHHBIX
10 pa3HbIM KOHT€HEpaM, XapaKTepHU3yeT HEONpeesICH-
HOCTb U3MEPEHUI.

B ciydae ecnu B aHanm3upyemoi cMecu oOHapyKH-
BaeTCs MPUCYTCTBUE IBYX MM OoJee TEXHUIECKUX CMe-
cell, coleprkaHue Kax10i M3 HHU3 PACCUUTHIBAIOT IyTEM
pelIeHus CUCTEMbl ypaBHEHUH

n
I, =Y K,p,.
j=1

Takum 00pa3om, 3Ta METOIMKA JIOITyCKAaeT BBIOOP JItO-
00ro 4Ynciia aHAINTHYECKUX ITHKOB, YIOBICTBOPSIOMINX
YCIIOBMIO IOKPBITHSI BCETO AMana3oHa BO3MOXKHBIX KOH-
TeHEepPOB Ul YCTAHOBJIEHHs TUIIA TEXHUYECKOH cMecH.
I'panyupoBky npoBozdr no texuudeckum cmecsiMm [1XB.
Bun TexHuueckoi cMecH ONpeaessioT MyTeM CpaBHEHUs
ee mpouIsl KOHTEHEPOB ¢ MpodmiieM aHATH3HPYEMOTO
oOpa3iia, pa3bpoc 3HaueHuit conepxanus [1Xb, paccuu-
TaHHBIX TI0 pa3HBIM KOHIE€HepaM, XapaKTepHu3yeT Heompe-
JIEJICHHOCTh U3MEPEHUM.

OpHaKo KEeCTKUM TpeOOBAaHHEM SIBIISIETCS COOTBET-
creue [IXb B aHammsmpyembIx o0Opas3nax CTaHIapTHHIM
texunueckuMm cmecsiM [1Xb. Ecnau B pesynbrare nsmene-
HUW COCTaBa MCXOIHBIX CMECEH BCJIEICTBHE BBIBETPHU-
BaHUs WM U3MEHEHUsS COCTaBa B IHIIEBBIX LEISAX ITOTO
COOTBETCTBHUS HET, TO B MPHHIIUIE JOJDKHA OBITH IPOBE-
neHa omnpenenenHast koppekmus [10]. M3BectHo, uto mmst
Pa3HBIX TEXHHYECKUX MPOAYKTOB MOKHO IOI0OpaThs Hau-
Oosee TpencTaBUTENbHBIE KOHTeHephl. [losTomy HabOp
olnpenesieMbIX KOHI'€HEPOB JOJUKEH ObITh pacrpesesieH
0 Bcel 00I1acTH XpoMaTorpaMMBbl OT TPHU- O FeNTaxJiop-
OudeHUII0B.

B merone [5] koHreHepsl, Al KOTOPBIX OTHOIIEHUE K
COOTBETCTBYIOIIMM KOMIIOHEHTaM TEXHUYECKOTO MPOIYK-
Ta OTJIMYAETCS] OT OCHOBHOTO, MOTYT CUMTAaTbCs MpPU3HA-
KOM HJIMYHS JPYTUX TEXHUYECKUX MPOTYKTOB, KOTOPHIC
MOYKHO TOTBITATHCS IOA00paTh MO CTaHIAPTHBIM 00pas3-
1[aM JIPyTUX MIPOIYKTOB.
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Conepxanne cmecu CoBTON B 06pa3iax oTpaboTaHHBIX TPAHC(POPMATOPHBIX Maces (Mr/Kr)

MeTovKa aHaIn3a

Oopasernt
TOCT P MBK 616192013 [1] TOCT EN 12766-2-2014 [3]  ®P 1.31.2012.13568 [5]
PactBop Cogrona B Tpancdopmaropaom macie (1 mr/kr) 1,07 1,16 1,03 (0,07)
OrpaboTanHOe TpaHC(HOPMATOPHOE MACIIO
Obpaszen 1 9,69 11,72 11,56 (1,04)
O6pazer 2 6,42 8,56 6,64 (0,60)
Oo6pasen 3 7,80 10,74 8,55 (0,60)

HpnMeanne. B ckoOkax YKa3aHbl 3HAYCHUS CPECAHCKBAAPATUIHOIO OTKIIOHCHUS.

Ecnu Henb3st onpeneiauTh THUN TEXHUYECKOH CMECH
[1XB, To onpenensiroT OOJIBIIOE YUCIIO WHAUBHIYaTbHBIX
KOHTE€HEPOB, KOTOpBIE CiIyx)ar Mepoi KonueHnTparuu [1Xb
b0 Kak CyMMa KOHTEHEpOB, MO0 B TIiepecyere Ha
CMECh.

CpaBHEHHE ATHX TPEX METOIOB OBLIO MPOBEICHO IS
o0pasia 9ucToro TpaHchopMaTOPHOTO Macia, K KOTOPO-
My nobaswiu 1 mr/kr CoBroia, a Takxke Juisi Tpex 006-
pa3moB oTpabOTaHHBIX TpaHC(opmaropHbix Macen. Co-
nepxanue [IXb onpenensiu no meroaam [1, 3, 5] ¢ uc-
MOJIb30BaHUEM Ta30Boro xpomarorpada «Xpomoc-1000»
C 2JIEKTPOHO3aXBaTHbIM JeTekTopoM. IIpoOy maccoit 0,5 r
pa30aBIsIIM TEKCAHOM JI0 5 MIT M XOPOILIO MePEeMEIIHBaIIH.
Ot6upanu amukBoTy 100 MKJI, 1OOABISUTH PACTBOpP BHY-
TperHero crangapra 4,4’-npudpomobudenuna (0,01 mxr).
OuuncTKy HMpOBOIWIN B KOJOHKe-TpyOKe Ilactepa ¢ 2 cM
CHJIMKAressi, HMMIIPETHHPOBAHHOTO CEPHONH KHCIOTOM
(44 %). KonoHky mipoMbIBaiu 2 MJI H-T€KCaHa, 3aTeM Ipo-
MyCKaJIN Yepe3 KOJOHKY MPOoOy M DIIIOMPOBAIN €€ IBYMS
nopuussMu  H-rekcaHa 1o 0,5 ma. OYUCTKY TPOBOAMIN
JIBKABI 10 MCYC3HOBCHMSI OKPACKH. DIFOATHI 0OBEIHHS-
mu 1 ynapusasi 10 100 Mkt

Pa3znenenne mpoBoAMSIM HAa KalWUIAPHOM KOJOHKE
VB-5 50 m x 0,25 mMm (0,25 MKM) TIpH CIIEIYIOIINX YCIIO-
BUSX: TeMIieparypHas nporpamma — 150 °C (1 MuH) —
25 °C/mun 1o 230 °C — 10 °C/mun g0 290 °C (15 mun);
ra3-HOCHUTENb U ra3-pasbasurens — a3ot (1 u 20 mi1/Mun
COOTBETCTBEHHO); TeMmIeparypa umkektopa — 270 °C,
nperekropa — 300 °C. Mnxkextuposanu 1 MK pacTBopa B
pexxume 0e3 IeleHHs MOTOKa C 3aJCPXKKOM MPOIyBKH
0,1 mun. Tlukm xonreHepo [IXb wunenTHdHUIMpOBATH
II0 BpEMEHaM YAEpP>KUBaHUS, MCIIONb3ys CTaHAApPTHBIN
pactBop cmeceit Apoxmop 1242, 1254, 1260 (2:1:1), n
CpaBHEHHEM NPO(WIST MUKOB HA XPOMATOTpaMMe C Xpo-
MaTrorpaMMaMHi PacTBOPOB PA3JIMYHBIX cMeced Apoxiop
u Cosoi. I'pagyupoBky npoBoauwiau no pactsopam Cos-
toma or 0,05 no 5 mkr/mi, comepxkamum 0,1 Mkr/mi
BHYTpEHHETO cTanaapra 4,4'-nuopoMOudenua.

HecMoTpss Ha JOBOJIBHO KECTKYIO OUMCTKY XpoMa-
TOTPaMMBI COJEPKAJIM MHOTO IIMKOB MPUMECEH, 4acTh KO-
TOPBIX DIIOMpOBaNack BMecTe ¢ KoHrenepamu I1Xb, mo-
3TOMY HE BCE MHKH YJaJIOCh HAJEKHO OOHAPYKUTh U U3-
MepuTh. Ha prucyHke mpuBeeHa THITMYHAS XpOMAaTOrpaM-
Ma o0pasia oTpabOTaHHOTO TpaHC(HOPMATOPHOTO Macia,
3arpsisHeHHoro II1Xb, Ha koTopoil cTpenkaMy IIOKa3aHbI
IIOJIOXKEHUS MMKOB HeKoTopblx koHreHepos IIXb. Hano-

JKEHHS B pAJIe CIIy4aeB CHIBHO MCKaXaroT (HopMy M IUIO-
I1a]Tb TTHKOB.

IIpu ucnonszoBanuu MeTonuk [1] u [5] Obutn BEIOpa-
Hbl 17 TMKOB, B TOM 4YHCJE€ HEPAa3/EJCHHBIX, KOTOpHIC
MOYXHO OBUIO JOCTATOYHO XOPOIIO WACHTU(DUIINPOBATH U
usMepurts (28, 52, 44, 70, 66, 101, 99, 115, 110, 118, 153,
141, 138, 180, 170, 196, 194), a mpu HMCHOIBL30BaHUH
metonuku [3] (MeTon B) — pexomeHmyemble TTHKH KOH-
rerepoB 28, 52, 101, 153, 138 u 180. J{ns onpeneneHus
K09(h(HUITUEHTOB UYYBCTBUTEILHOCTH YKa3aHHBIX KOHTe-
HepoB 1o MeToauKke [l] wcmonp3oBany 3HAUYEHUS COAEp-
skaHus Kaxaoro u3 Hux B Cososne [11]. Pesynsrarsr mpu-
BEIEHBI B TAOJIHULIE.

Bce meTons! ganu Onu3Kue pe3yabTaThl, ONpeeIeHne
0 MeToAly [1] — HEecKoIbKO MEHBIIME, YeM JBa APYrux
METO/1a.

Taxum oOpasom, mpu onpenenenuu [I1Xb B anekTpo-
M3OJISIUOHHBIX JKUJAKOCTAX, TJE€ OHM MPUCYTCTBYIOT B
BUJIC OMNpENENCHHBIX TEXHUYECKHX CMeced, He Bceraa
BO3MOKHO OIPEJIENINTh BCE KOHTEHEPHI, KaKk TpeOyeT Me-
Tox [1], U3-3a 4Ero MOKET MOJIYUYUTHCS 3aHUKEHHBIN pe-
3ynbTar. Pesynbrarsl onpeznenenus mno metoxy [3] Beie,
YTO HE YIMBHUTEIBHO, TaK Kak MeToy [ 1] mo3Bossier omnpe-
JICJINTh HE BCE KOHI'€HEPBI, a TOJIBKO T€, KOTOPHIE YIAeTCs
00HapyXuTh 1 n3MepuTh. Ho B 3TOM citydae TpyaHO ore-
HUTb NIPaBUJIBHOCTD pe3yabraToB. Ilo-BuauMomy, Leneco-
00pa3HO OrpaHUYUTHCSI OINpeNleICHHEM Habopa HanboJee
MPE/ICTABUTEIFHBIX KOHTCHEPOB, BEIOPAHHBIX BO BCEM HH-
TepBajie BpeMeH dimoupoBaHus. Torma mx mpodwib mo-
3BOJIICT MIACHTU(HINPOBATH THIT TEXHHIECKOTO MPOIYK-
Ta, a IUIOMAbh XPOMATOrpa)UuecKoro Mmuka KakIoro Hs3
HUX — omnpenenuts coaepxkanue [1Xb.

Asmopul  gvipadicarom  61a200apHOCMb  KOMRAHUU
«Xpomocy 3a npedocmasnenue O UCCIe008aHUIL 2A3080-
20 xpomamoepaga «Xpomoc-1000» ¢ snexkmponozaxeam-
HbLM 0emeKmopom.
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AHAJIN3 BTOPUYHOI'O BOJIb®PAMCO/EPKAIIETO ChIPbSI
JIJIS1 ITIPOU3BOJICTBA TBEPIBIX CIIJTABOB METOJIOM
ATOMHO-SMHUCCHUOHHOHN CIIEKTPOMETPUHA
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Pazpaborana meronuka onpenenenust Ti, V, Cr, Fe, Co, Ni, Cu, Zn u Ta Bo BTopuuHOM Bojib(hpamcosiep-
JKaIlleM ChIpbe ULl MPOU3BOACTBA TBEPABIX MeTaJUIoOKepaMu4eckux cmuiaBoB Metogom ADC UCII,
BKJTIOYAFOII[As TIPEABAPUTELHOE MHUKPOBOIIHOBOE pasjioxkeHHe mpod B aBTokiaaBe. OOOCHOBAH COCTaB
PEAKIHOHHOM CMECH IS ITEPEBO/IA MPOOBI B PACTBOP M OTNITHMHU3HPOBAHBI ITAPAMETPBI MUKPOBOTHOBOTO
HarpeBa. [IpaBUIIBHOCTH OIPE/ICTCHHS IEMEHTOB € IIOMOIIIBIO Pa3pab0TaHHON METOTUKH ITOATBEPIK/IC-
Ha METOJIaMHU BapbHPOBAaHHs HABECKH U «BBEICHO — HaiJIeHO». Pe3ynbTarsl onpeienieHus ConocTasie-
HBI C TIOTyYEHHBIMU 039 TAIOHHBIM METOZIOM PEHTICH(ITYOPECIIEHTHOTO aHaM3a. MeToauKa Xxapakre-
pH3YeTCsl XOpOIleld BOCIPOU3BOANMOCTBIO M MO3BOJISIET CYLIECTBEHHO COKPATHTh BPEMs aHaIH3a I0
CPaBHEHHUIO CO CTAHIAPTHBIMUA METOTMKAMH.

KitoueBble cj10Ba: BTOPHYHOE BOJIb(PAMCOEpKaALLEe ChIPbe; METAINIOKEpAMUIECKUE TBEp/IbIC CIlia-
Bbl; MHUKPOBOJIHOBas1 pobonoaroroska; ADC UCIL

AES-ISP ANALYSIS OF SECONDARY TUNGSTEN-CONTAINING RAW MATERIALS

FOR PRODUCTION OF HARD ALLOYS

© A. V. Vyacheslavov, V. B. Bichaev, A. D. Titova, D. S. Rybin, and T. N. Ermolaeva

Submitted April 26, 2007.

A method for AES-ISP determination of Ti, V, Cr, Fe, Co, Ni, Cu, Zn, and Ta in recycled cemented tungsten carbide
is developed including preliminary microwave sample decomposition in a steam pressure vessel (autoclave). We
have specified composition of the reaction mixture for sample dissolution and optimized the parameters of micro-
wave heating in the autoclave. Correctness of the results is proved by the method of sample weight variation and
spike tests. The results of analysis are compared with the data obtained by standardless method of x-ray fluorescence
spectrometry. The technique is characterized by good reproducibility and allows significant reduction of the analysis
time due to combination of the multi-element method of AES-ISP and microwave sample preparation.

Keywords: secondary tungsten-containing raw; recycle cemented tungsten carbides; cemented tungsten carbide;

microwave sample preparation; AES-ISP.

Tsepnsie crutasl (TC) oTHOCATCS K KOMITO3HUIIMOHHBIM
Marepuanam, 001aJarolUM BbICOKOH TBEPIOCTBIO0, MPOY-
HOCTBIO U M3HOCOCTOMKOCTBIO, IO3TOMY UX LIMPOKO UC-
HOMB3YIOT B METANI000paboTKe pe3aHHeM U JaBICHUEM,
npu OypeHUU CKBaXKUH 1711 He(hTe- U ra3of00bIYH, B Te0-
JoropasBesike, Mpu A00bIYE YIS U TOJIE3HBIX HCKOIMae-
MBIX, B aBHa- U IPUOOPOCTPOCHUH, & TAKXKe APYTHX OT-
pacisix IPOMBIIITICHHOCTH. MeTamIokepaMHuecKUe TBEep-
JIbIC CIUIABBI MOJTYYalOT METOAAMH ITOPOIIKOBOI MeTa-
JTypruM U3 KapOHUI0B Bonb(paMa, TUTAHA, TAHTAJIA U CBSI3-
KM M3 K0OaJibTa, HUKeNs Win skene3a [1]. B cBsa3u ¢ ucro-
IICHHEM 3aI1acoB BOJIL(PAMOBOTO CHIPbsl IMPU IPOU3BOJ-
CTBE METAJUIOKEPAMHYECKHX CIIaBOB HCIIOIB3YIOT BTO-
pUYHOE CBHIPHE TOCHIE IMEPEpabOTKH OTXOIOB METOAAMHU

XUMHMUYECKOH M TEPMHMUYECKOU pEereHepanuu, 3JIEeKTPOXUu-
MHUYECKUM METOJIOM U Ap. [2].

B nHacrosmee BpeMs Uil aHAJUTUYECKOTO KOHTPOJIS
TOTOBOH MPOAYKLUHU Ha OCHOBE TBepAbIX cruaBoB ['OCT
PEKOMEH I0BaHbI OTHOAIEMEHTHBIE METOBI CIEKTPO(HOTO-
MEpUM, MOTEHLUUOMETPUM U aTOMHO-a0COPOIMOHHOM
CIEKTPOMETPUH, & TAKKE METOJ PEHTIeHO(IyOpPECIICHT-
Horo a”anu3a (PDA) [3 — 6]. [lockonbKy BTOpUYHOE ChI-
pbE HEOAHOPOAHO IO COCTaBy M MOXKET COJACPIKATh UHAU-
BU/IyaJIbHbIC KOMIIOHEHTHI B IIHPOKOM HHTEpBAJe KOH-
[EHTPALUH, TpeTHA3HAUCHHBIE U aHAJIU3a TOTOBOU MPo-
JQYKLIUH METOZBI HE MOTYT OBITh PEKOMEH/IOBAHBI IS BBI-
COKOTOYHOTO OIPEICICHUS IEJICBBIX KOMIIOHEHTOB B
BO3BpAaTHOM CHIpBE |7, 8]. TpeOoBaHMS K TOYHOCTH aHAIH-
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32 BTOPUYHOTO CBHIPBSI TAKXKEe OOYCIOBIICHBI OTPUIATEIIb-
HBIM BIMSHHEM IMPHUMECHBIX KOMIIOHEHTOB Ha T'OMOTCH-
HOCTh 1 Ka9€CTBO KOHCOJHUIAINU CIIEKaeMOT0 MaTepHaa,
YTO MPHUBOIUT K CHMkeHuto TBeproctu TC u paboTtocro-
COOHOCTH MU3IEIINIA.

Meton ADC HCII noioXUTenbHO 3apeKOMEH10Ba
ce0st B MHOTO3JIEMEHTHOM aHaJIM3€ METAIOB U CILIABOB,
XapaKTepU3yeTcsl MIUPOKUM AUANa30HOM ONPEACIIeMbIX
COiepKaHUM, MO3BOJIIET MPOBOAUTH TPATYyHPOBKY IO
CTaHJAPTHBIM PAacTBOPAM, COCTAaB KOTOPHIX MOXHO Mak-
CUMAJIbHO MPHOJIM3UTH K COCTaBy aHAIM3HPYEMOW Mpo-
ObI, YTO YPE3BBIYANHO BAXHO IPU aHAIHM3E TETEPOTeH-
HOTO CBIpbS M OTCYTCTBHH CTaHJApPTHBIX O0OpPa3IOB.
ITockonbKy B mporecce MepeBeicHHs TYTOIIABKUX MPoo
B PacTBOP BO3MOXKHBI TTIOTEPH OIPEICIIEMBIX KOMIIOHCH-
TOB B BHJC JICTyYHX COCAWHCHHH, B HACTOSIIEEC BpEMs
HanboJiee MEepCIEeKTUBHBIM CIIOCOOOM TIPOOOTIOATOTOBKH
SIBISIETCSI MUKPOBOJIHOBOE PACTBOPEHHE MPOO B aBTOKIIA-
BE C HCIIOJB30BAaHUEM KHCIJIOTHBIX PEaKIIMOHHBIX CMECEH
[9-11].

Lenp HacTOsIIEH pabOTBI — pa3paboTka METOAUKU
omnpenenenus Ti, V, Cr, Fe, Co, Ni, Cu, Zn u Ta Bo BTO-
PHYHOM CBHIphE — BONb(PAMCOAEPKAIINX TBEP/IBIX CILIA-
Bax (BCTC) — metomom ADC UCII nocne nepeBencHUs
npoOBI B PacTBOP B aBTOKJIABE B YCIOBHUSIX MHUKPOBOJHO-
BOTO HarpeBa, MO3BOJIIONIETO WCKIIOYHATH HOTEPH JICTY-
YUX KOMIIOHEHTOB M TIOBBICHTH HPEIM3HOHHOCTH, JKC-
MPECCHOCTh M SKOHOMHYHOCTH aHain3a. B kadecTBe 00B-
eKTa aHaJN3a UCIIOIB30BAIN BTOPUIHOE CHIPhE MTOCTIE pe-
TCHEpAIli METAJUIOKEPAMUIECKUX CHUCTEM Ha OCHOBE
BOJb(paMCOIepPKAIINX TBEPABIX CIDIABOB TPEX THIIOB
(Bob(hpaMOKOOANBETOBEIE, THTAHOBOJIb(PaMOKOOATETO-
BbIC, TAHTAJIOTHTAHOBOJIb(PPAMOKOOATETOBEIE).

B paboTte mpuUMEHSAIM CIEAYIONIINE PEearcHTHI: a30T-
HYI0, (PTOPOBOIOPOIHYIO, COJITHYIO KHUCJIOTHI KBaTH(UKa-
UM ocd, TOpUA aMMOHWUS, BbIcymeHHBIH mpu 100 °C
(ocu).

[ MHKpOBOJHOBOTO PA3JIOKCHUST TPOO HCIONb-
3oBasu cucrtemy Speedwave FOUR (Berghof Products,
I'epmanus) ¢ aBroxnaBamu tuna DAK-100 u3 ¢ropoma-
cta TFM ¢ BHyTpeHHuUM 06bemoM 100 M 1 pabounm nas-
nerneM 70 100 atm. Temmeparypy pasznoxenus (B Auara-
30He 50 — 220 °C) KOHTPOIUPOBAIU C MOMOIIBIO OECKOH-
takTHOro MK-narumka. HaBecky n3Mens4eHHOI IpoOBI
BCTC (0,2500 r) momermianu Bo (TOPOILTACTOBBIN CTaKaH
ABTOKJIABA, 100ABIISIIN PEareHTHI IS PA3JIOKEHUS TPOOEI,
[0CJIe TepMETHU3UPOBATIM ABTOKJIAB INPEIOXPAHUTEIHHOM
KPBIIKOH M TIOMEIIAIN B MUKPOBOIHOBYIO CHCTEMY.

Taomuua 1. YciaoBusi MHKpPOBOJHOBOW MPOOOIMOJATOTOBKH MPo0
BCTC

Yenosust Iar1  IHar2
Temmeparypa, °C 170 210
JlaBnenue, atm. 60 60
MorsocTb, % 80 90
Bpewms HarpeBa 110 3a7aHHOH TeMIIepaTypsl, MUH 2 2
Bpewmst TepmocTaTupoBaHusl, MUH 5 15

OmnperneneHne 31€MEHTOB MPOBOIWIN C ITOMOILBIO
UCIT-smenne-cniekrpomerpa Optima 7300 DV (PerkinEl-
mer, CIIIA), nns aHanm3a ObIIM BBIOpAHBI CTaHIAPTHBIC
YCIIOBUSI aTOMH3AIUU U U3MEPCHUST aHAJTUTUICCKUX CHT-
HaJIOB: MOIIHOCTGL Iia3Mbl — 1300 Bt; vactora mias-
MeHHOoro rereparopa — 40,68 MI'1i; mmazmoo0Opa3yronuii
HOTOK aproHa — 15 11/MUH; BCIIOMOTaTENbHBIN MOTOK ap-
rona — 0,2 1/MUH; pacHbUISIONANA MOTOK aproHa —
0,8 11/MHH; CKOPOCTH PAcXofia PacTBOpa NpoObI HA MEPH-
CTANBTHYECKOM Hacoce — 1,5 Mu/MuH; HaOIHOEHNE
TUIa3Mbl — aKCHAJIbHOE; BpEMsI MHTETPalliU CUTHAIa —
aBTopexxum (ot 0,1 mo 20 ¢); KOTUYECTBO MOBTOPSHHIMA
CUUTHIBAHUS — 5; METOZ OIpPEICICHNS HHTCHCUBHOCTH
CHEKTPaJbHOM JIMHUM — IUIOIIA (b IIHKA [10 TPEM TOUYKaM.
Hcnonb3oBanu pacibuUIMTENBbHYIO KaMepy Tuiia CKOTTa U3
MOJIMMEPHOTO MaTepuasa, yCTOHYMBOIO K BO3ACHCTBHIO
HF, B coderanunn ¢ momepeyHO-TIOTOKOBBIM pPACIIBUINTE-
nem tana GemTips™.

IIpu pa3paboTke METOIUKH IMepeBeleHHs] MpPoObl B
pacTBOp 0co00e BHUMAHHUE YICNSUIM COCTABY PEAKIINOH-
HOH CMECH M TeMIIepaTypHO-BPEMEHHOMY PEKUMY Harpe-
Ba B MHKPOBOIHOBOM I10J1€. [{JIs1 pacTBOpEHMS TpyIHOpAC-
TBOPUMBIX KapOunoB TyroriaBkux metaiioB (WC, TaC,
TiC u T.1.) B cocTaB peakumoHHoi cmecu [12 — 14] peko-
MeHJyeTcs BKJItouaTh cienytonue kuciotel: HF, HNO; u
HCI. ®ropoBomopoHas KUCIOTa B IPUCYTCTBHH OKUCITH-
TEJIsl CIIOCOOCTBYET IIEPEBOIY B PACTBOP TYTOILIABKHIX Me-
tajuoB U ux kapounos (Ti, W u Ta), HNO; xopomuro pac-
tBOpsieT Fe, Co, Ni u Cu, a HCl — Cr, Zn. Jlns noBblie-
HUs 6€30MacHOCTH PabOoThI 1TabOPaTOPHU NIPEJIOKESHO 3a-
MeHUTh B coctaBe cmecu HF ma NH,F, koTopsIil, kKak u
KHCIIOTA, 32 CYET KOMIUIEKCOOOPa3yOIINX CBOMCTB HOHOB
F~ ymepxuBaeT B pacTBOpe MaTpUYHbIE KOMIIOHEHTHI,
MPEayIPekKaast UX BBIMAJICHUE B OCAJIOK.

Br100p cOOTHOMICHNST KOMIIOHEHTOB B COCTaBE pPeak-
LIMOHHOW cMecH, 00eCIieYnBarOIlel MOJTHOE Pa3JIoKEHHE
Bcex uccnenyeMsix mpod BCTC, ocymiecTBusiim 3xkcnepu-
MEHTAJILHO TPH HEMPEPHIBHOM HArpeBe JI0 TEMIIEPaTyp
150, 170 u 210 °C, momHOTY pa3noXeHHUsI KOHTPOIUPOBA-
¥ BH3YalbHO. [1OTHOTO KOJNMYECTBEHHOTO IEePEBEICHHS
B pactBop npod BCTC Bcex Tpex TUIIOB yAalOCh JOCTUYb
B npucytctBun 6 i HCL, 2 mn HNO; u 1,2 r NH,F npu
Harpese J1o 210 °C, 94To 00BsICHICTCS BBICOKHM COJIEpIKa-
HHEM B Ipodax KapOHWIOB TYTOIUIaBKUX MeTayuioB. J{is
COKpAIICHUs TPOJIOJDKUTEIIBHOCTH PACTBOPEHUS POOKI U
BO M30ekKaHWE pasrepMeTH3allid aBTOKJIaBa BCJIEICTBHE
OypHOTO Ta3000pa30BaHUS MPEIIOKEHO OCYIICCTBIATH
CTYTICHYAThIi HAarpeB PEaKIMOHHON CMECH BMECTO MO-
HOTOHHOTO Habopa Temmeparypsl 1o 210 °C ¢ mocieny-
IOUIMM TepMOCTaTUpoBaHueM. [l pasznoxkeHus Mmpod
BCTC onTuManbHBIM SIBISIETCS IBYXCTAUHHBIN Harpes
(Tabmn. 1) mpOJOMKHUTENBEHOCTE PA3IOKEHUS IPO0 coCcTaB-
asu1a 24 MUH.

AHaJIMTUYECKUE JIMHUU ONpPEAeNseMbIX 3IIEMEHTOB
BBIOMpAJIN Ha OCHOBE JINTEPATYPHBIX JaHHBIX [15] u 6a3sl
JIAHHBIX TPOTPAMMHOTO OOECIICYCHUSI CIIEKTPOMETpa C
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Taomuua 2. Yenosus ananm3za npod BCTC merogom ADC UCIT

JlmmHa BOJTHBI

ITapameTps! rpagynpoBOUHOIL

JIuHEeHHbIN TruHa-

Onpenensiemblit AHATHTHICCKOT Bo3smorkHble Meratonye dynxun I=bC+a Koaddpurment MiHecKHii Mana-
DJICMCHT CIOEKTPaJIbHbIC TUHUNA, HM Koppeaunm, » 0
JIMHUH, HM b a 30H, % Macc.
®axrop pasdasiaenus — 1:1000
Co 228,616 W 228,590, 228,629 3646 — 0,999 1,0-20,0
Ti 337,279 Nb 337,256 243700 — 0,999 1,0-20,0
Ta 240,063 Co 240,056; 240,084; W 240,050 4736 — 0,999 1,0-10,0
Ni 231,604 — 7565 — 0,999 0,05 -20,0
Fe 259,938 — 29 860 — 0,999 0,01 -10,0
®axkrop pa3dasiaenus — 1:100
Zn 213,857 — 11770 — 0,993 0,01 -1,0
Cr 357,869 — 29600 — 0,999 0,01 -1,0
Cu 324,751 — 107 100 — 0,998 0,01-1,0
\4 292,402 — 63380 — 0,999 0,01 -1,0

YYETOM WHTEHCHBHOCTHU M OTCYTCTBUS CIIEKTPAIBHBIX Ha-
JIOXKEHUH (Tadm. 2).

YToOBI MOMYYUTE TOCTOBEPHBIC PE3yNbTAaThl aHAIN3a
npo6 BCTC, TpeGoBasioCh BBISIBUTH HUCTOYHHKH CIICK-
TPaJIBHBIX IOMEX U YIECTh CBSI3aHHBIE C ITUM BO3MOKHEIE
omuOKH. J{J7Is1 OIIEHKH MEIIAIOIIEeT0 BIUSHUS MaTPUIHBIX
JJIEMECHTOB Ha AHAJIUTHUYECKUE CHUTHAIBI OMpPEICIIEMBIX
JJIEMEHTOB aHAIM3UPOBAIN OIHOJJIEMEHTHBIC PACTBOPEHI,
coxepkarme 10 000 mxr/cm? Bonbbpama u 10 Mxr/cm?
aHanmurta. B cmydae xoOanbra, THTaHA U TAaHTAJa KOHIICH-
Tpamus aHamMTa B pacTBopax cocrasisia 100 Mkr/cms.
Tak, Bustare W (228,590 aM u 228,629 HM) Ha ompene-
neane Co (228,616 HM) oOKa3anoch HE3HAYUTEIHHBIM
W3-3a MaJiOd MHTCHCHUBHOCTH MEIIAOIIUX JUHUMA, a W
(240,050 am) u Co (240,056 am u 240,084 HM) HE OKa3bI-
BalOT BIMsIHUS Ha omnpenenenne Ta (240,063 um) mipu ero
coxnepyxannu B mpode 0,10 % macc. u BhIIIe.

OO0OpaboTKy CIEKTPOB, TPAJAyHPOBKY U ydeT (oHa
OCYIIECTBISUTH C TPUMEHEHHEM IPOTPaMMHOTO IaKeTa
WinLab32.

J71st oy 9eHust TpaynpOBOYHBIX XapaKTEPUCTUK H3-
MEpsUT MHTCHCUBHOCTH JIMHUN ONPEICIIEMBIX JICMEH-
TOB B 4 — 5 CTaHIAPTHBIX PacTBOPax, KOTOPHIC TOTOBHIIH
U3 OIHODJIEMCHTHBIX PAaCTBOPOB C KOHIICHTpALHEH
1000 MKT/CcM?3, TIOJTYYEHHBIX [TyTEM PACTBOPEHUS HABECOK
YHCTBHIX METAJUIOB B KHCI0Tax. Kpome Toro, craHnapTHEIE

Ta6auna 3. Pe3ynbrarbl NPOBEPKH MPABHIBHOCTH OIPEISIICHUS

KOMIIOHEHTOB TBEPJIbIX CIIaBOB (1 =5; P = 0,95; 1,5, = 2,78)

Onement Beeneno, Mxr/cm®  Haifneno, Mxr/cm3 S, tocen
Co 50,0 50,4+09 0,014 1,44
Ti 20,0 19,7+0,4 0,015 2,02
Ta 50,0 50,7+ 0,9 0,014 2,02
Ni 50,0 51,1+1,2 0,019 2,54
Fe 20,0 19,8+ 0,6 0,03 0,69
Zn 10,0 9.7+ 0.4 003 2,18
Cr 10,0 10,0+0,3 0,03 0,34
Cu 10,0 9,8+0,2 0,02 2,09
\% 10,0 9.9+0.2 0,015 0,89

pacTBOphI B KadecTBe (oHa comepxanu 10 000 mxr/cm3
Bosspama u 50 000 mkxr/cm® NH,F mpu pas6asiennn
npoOsr 1:100, a mpu paszbasrenun 1:1000 — 1000
u 5000 MKr/cM3 COOTBETCTBEHHO. JKCIEPUMEHTAILHO
yCTaHOBJIEHO, uTO mpu onpeneienun Ti, Fe, Co, Ni, Ta
B npobax BCTC 3aBUCMMOCTh aHAJIMTUUECKOTO CUTHAJA
OT KOHIICHTPALIMU CTAaHOBUTCS JIMHEHHOW mpu pazdasiie-
Hun 1:1000 (> 0,999), a npu omnpenesieHu NpuUMecei
Cu, Zn — 1:100 (»=0,999), V, Cr — 1:100 (» > 0,99)
(cm. Ta6:1. 2). CTaTUCTUYECKUMH METOIAMH MOJTBEPKIC-
Ha HE3HAYWMOCTb IapaMeTpa d B ypaBHEHUAX IPagyupo-

Taomuua 4. Pesynpratel onpenenenus komnoHeHToB mpod BCTC meromom ADC UCII (n = 5) u 6e3sTanonsoro POA (n=5; P=0,95)

WC-Co Ne 1339

WC-TiC-Co Ne 254

WC-TiC-TaC-Co Ne 786

Onpene-

sieMBIi ADC UCIT PDA ADC UCIT PDA ADC UCIT PDA
smement Xy £ A, Xop £ A, s Xop £ A, Xop £ A, S Xy A, . Xop £ A,
% macc. " % macc. " % Macc. " % Macc. " % Macc. ! % Macc. "
Co 10,3+0,4 0,02 13,7+ 0,3 0,02 7,94 £ 0,24 0,01 10,6 £ 0,1 0,02 8,93 +0,21 0,01 10,2+0,3 0,02
Ti — — — — 1,23 +0,03 0,01 1,13 +0,02 0,01 5,87 +0,08 0,01 4,36+ 0,06 0,01
Ta — — — — — — — — 1,07 +0,07 0,02 1,90+0,12 0,05
Ni 0,27 £ 0,03 0,04 0,50 + 0,06 0,04 0,67 £0,03 0,02 0,54 £0,02 0,02 0,071 +£0,006 0,03 0,16 +0,05 0,06
Fe 0,23 £ 0,02 0,04 0,38+ 0,03 0,05 0,46 + 0,04 0,03 0,64 £ 0,03 0,04 0,25 +0,04 0,05 0,44 +£0,03 0,05
Zn 0,087 0,005 0,02 0,15+0,01 0,03 0,50+0,01 0,02 0,37 +0,02 0,05 0,017+0,002 0,02 0,10+0,01 0,06
Cr 0,019+0,003 0,06 0,054+0,004 0,06 0,027+0,004 0,06 0,045+0,004 0,07 0,065+0,007 0,07 0,088+0,009 0,08
Cu 0,032+ 0,003 0,04 <0,05 — 0,16 £ 0,02 0,02 0,41 +£0,02 0,02 0,017+0,003 0,07 <0,05 —
\% 0,021 £ 0,002 0,03 <0,05 — 0,023 £0,002 0,02 0,051+£0,005 0,08 0,022+0,002 0,03 0,15+ 0,09 0,08
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BOYHBIX Xapaktepuctuk s onpenenenus Ti, V, Cr, Fe,
Co, Ni, Cu, Zn u Ta.

IIpaBunbHOCTH oOmnpeneneHuss snementoB B BCTC
MPOBEPSIIN C MOMOIIBI0 METOJa «BBEICHO — HAIEHOY,
a TaKKe ITyTeM BapbUPOBAHMS HAaBECKH MpoO (Tadm. 3).
PacTBOp cpaBHEHHUsI TOTOBUIIN ITyTEM PACTBOPEHUS YUCTO-
ro kapOuza Bosnb(pama B yCIOBUAX MUKPOBOJIHOBOTO Ha-
rpeBa ¢ 1o0aBKaMu pacTBOPOB YHUCTHIX MeTamioB. Comnoc-
TaBJIEHUE PAaCCUNTaHHbIX 3HaUeHUH kpuTepus CTbroeHTa
Loen © bragn = 2,78 yKa3bIBa€T Ha OTCYTCTBHE CUCTEMaTHye-
CKOH TIOTPEIIHOCTH.

Paspaborannas mMeTonuka Oblila MPUMEHEHA JJIs aHa-
JHM3a peajbHBIX IPOU3BOACTBEHHBIX o00pa3nmoB BCTC
(tabmn. 4), npenocrapneHubix OO0 «Bupuam» (Poccus).
PesynbraTel aHanm3a 1o pa3padoTaHHONH METOJMKE COTIOC-
taBiaeHbl ¢ gaHabIMA PDA o 'OCT 28817 mis anHanmuza
TOTOBOM MPOAYKLHH, MOITYYEHHBIMU C HCIOJIb30BAHUEM
cnektpomerpa «Crnekrpocan Make-GV» (HITO «Cnek-
TpoH», Poccust). BemencTBue OTCYyTCTBUSI CTaHAApTHBIX
00pa3IioB BTOPHYHOTO CHIPbsl ObLT MPUMEHEH 0e33TajIoH-
HBIA MeTo[ (WK MeTo[ (pyHIaMEHTAJIbHBIX MapaMeTPOB)
[16, 17].

Kax BunmHO m3 mpuBefieHHBIX B Ta0MI. 4 pe3ylbTaTroB,
paspaboranHas Mmeroauka onpenenenus Ti, V, Cr, Fe, Co,
Ni, Cu, Zn u Ta B npo6ax BCTC nocne MUKPOBOIHOBOMH
npobomoarotoBku MetogoM ADC MCII xapakrepusyercs
XOpomIel BOCIIPOM3BOAUMOCTBIO H MOXKET OBITh PEKOMEH-
JIOBaHa JIJIsl aHaJIM3a BTOPUYHOTO BOJIB(PaMCOAepKAILETo
CBIPbS TIPU TIPOM3BOACTBE TBEPABIX CIUIABOB. [10CKOIBKY
PEHTTeHO(MITyOPECIICHTHRI METO TpeAHa3Ha4eH It
aHaJIM3a TBEPAbIX CIIEYEHHBIX CIUIABOB C OMNpEIeSICHHEM
TOJILKO TUTaHa, TaHTaJla, KoOanbTa, HUOOMs, BOIb(hpaMa 1
JKenesa, a He JUIsl aHallu3a BTOPUYHOTO CHIpbs Ha Oolee
LIMPOKUIA KPYI COAEpIKALIMXCS B HEM JJIEMEHTOB, NpPH
OIpeNieNIeHnH HEKOTOPBIX METaJuIoB, Hanpumep, Cr, V, Cu
1 Ni, HaOIIOAI0TCS 3aBBIIICHHBIC PE3YIbTAThI, YTO MOXKET
OBITH CIICICTBHEM CHCTEMATHYECKOH IMOTPEIIHOCTH H3-32a
MEXIJIEMEHTHOTO BIIUSHUS, YCTPaHUTh KOTOpoe 0e3 uc-
MOJIb30BAHUSL A/IEKBATHBIX CTAaHAAPTHBIX OOPa3lOB WM
JIOTIOJIHUTEIbHON MAaTEMATUUYECKOW KOPPEKLIUU B JaHHOM
cinyyae He ymaercsa. CrmenoBarenpHo, MeTon PDA He mo-
JKET OBITh PEKOMEHIO0BAH JJIs1 KOHTPOJIS XUMUYECKOTO CO-
cTaBa BOJB(PAMCOJEPKAIIETO CHIPhS, TOTAA KaK HCIIOb-
3oBanue paspadoranHoit ADC MCII meToauky mo3BosseT
onpenenats coctaB BCTC ¢ BBICOKMME BOCTIPOU3BOIIN-
MOCTBIO U TIPaBUIBHOCTBIO.

Paboma ewvinonnena ¢ ucnonvzosaruem 060py008a-
Hus Llenmpa KoanexmueHo2o nonwb308aHus HAy4HbIM 000-
pyoosanuem «Cocmas, cmpykmypa u Cc8OUCMEd KOH-
CMPYKYUOHHBIX U DYHKYUOHATLHBIX Mamepuanody HUIL]
«Kypuamosckuii uncmumymy — IHUHW KM «llpo-
Memeriy.
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3KCINPECCHOE ONPEJEJEHUE MIOKCUIHOM I'PYIIIbI

B OPTAHUYECKHUX COEJUHEHUMAX U SITOKCUJIHbBIX CMOJIAX
METOJAOM HOTEHIHUOMETPHYECKOI'O
APTEHTOMETPUYECKOI'O TUTPOBAHUA
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Cmamuws nocmynuna 23 oexabpsa 2016 .

HMccnenoBana BO3MOXXHOCTb HCIIOJIB30BaHHSI HEKOTOPBIX COJIEN raJIor€HBOOPOIHBIX KUCIIOT B KAYECTBE
HCTOYHHKA TaJOreHBOOPOAA B OE3BOIHOMN cpenie IUIsl ONpeeNeHHs SOKCUIHBIX Iyl [IpemniokeHs
pearentsl Ha ocHoBe NaBr, Lil, KI, KCI B npucyTcTBUE XJIOPHOH KHCJIOTHI B YKCYCHOKHCIIOM pac-
TBOpE Ul MOTEHIMOMETPUYECKOTO OMPENENIEHUS JMOKCUIHBIX TPy B OPraHUYECKUX COECIUHEHUSIX
" SIIOKCUIHBIX CMOJIaX.

KuroueBnble ciioBa: OIOKCHUIHBIE CMOJIBI; COJIU TaJIOTCHBOAOPOAHBIX KUCJIOT, apr€HTOMETPHUICCKOE TUT-

POBaHHUEC; IOTCHIUOMETPUS.

EXPRESS DETERMINATION OF EPOXY GROUP IN ORGANIC COMPOUNDS
AND EPOXIDE RESINS USING POTENTIOMETRIC ARGENTOMETRIC TITRATION

© 1. V. Karandi, A. G. Buyanovskaya, and L. N. Bulatnikova

Submitted December 23, 2016.

A possibility of using certain salts of hydrohalic acids as a source of hydrogen halide in an anhydrous medium for de-
termination of epoxide groups is studied. The reagents based on NaBr, LiJ, KJ, KCl in acetate solution of perchloric
acid are proposed for potentiometric determination of epoxy groups in organic compounds and epoxy resins.

Keywords: epoxy resins; salts of hydrohalic acids; argentometric titration; potentiometry.

DMOKCUAHBIE CMOJBI MPEACTABISIOT COOOM OJIMTOMEPHI,
cozlepiKallie SIIOKCHIHBIE TPYIIBI M CIOCOOHBIE IO
JICHCTBHEM OTBEpIHUTENIEeH 00pa30BBIBATh CIIUTHIC IOJIH-
Mepsl (pUCYHOK). OHHM HAXOASAT IMPHUMEHEHHE B IIPOU3BOI-
CTBE KJIEEB, IJIACTMACC, 3JIEKTPOM3OJISAIIHOHHBIX JaKOB M
Jip. MaccoBast 10J1s1 STTOKCHUHBIX TPYII SBISCTCS OCHOB-
HBIM TOKa3arejieM B TEXHHUYECKHX XapaKTePHCTHKaX
SMOKCUIHBIX CMOJI M COCTaBIIIET 5 — 25 %.

BONBIIMHCTBO METOJ0B OMPEACICHUS SIMOKCHIHBIX
TPy B OPraHUYECKHUX COCAMHEHHUSIX OCHOBAHO Ha CIIO-
COOHOCTH OKCHPAHOBOT'O KOJIbI[a MPUCOCIUHATH I'aJI0reH-
BOJZIOPOZl C 0Opa30BaHUMEM COOTBETCTBYIOIIEIO TI'ajOreH-
THPUHA:

H
—C—C—CHs

H

—C—C—CH,(Cl

H, \/ ° +HCl—= 3, | .
(0]

OH

(M

Cymectytoumii 'OCT Ha ompeneneHue 3MOKCHI-
HBIX IPYHIl B IIaCTMAccax IPEAIoNaraeT MpUMEHEHUE
Kak MPsIMOTO, Tak U obparHoro TutpoBanus [1]. IIpu 06-
pPaTHOM THTPOBAaHHMHU pPa3HHULA MEXAY KOJIMYECTBAMH JI0-
0aBIICHHOW W HeNpopearupoBaBLICH KUCIIOTHI SIBISETCS
Mepoit coziepKaHus SMOKCUIHBIX TPYIIIL.

B nepBoMm citydyae B KauecTBe peareHTa HUCIHOJIb3YIOT
OpOMOBOJIOPOIHYIO KUCIIOTY B JICSTHOW YKCYCHON KHUCIO-
TC UIIN 6p0MI/I)1 TCTPAITUWIAMMOHMS B IPUCYTCTBUHN XJIOP-
HOM kucnoTel. KoHeuHyr0 TOUKy TUTpOBaHUS (K.T.T.) OTIpe-
JIEJIAIOT BU3YallbHO C TIOMOIIBIO MHAMKATOpa KpUCTa-
JUYECKOro (PHOJIETOBOTO MM YK€ MOTEHIIMOMETPHUYECKH.
[Tpu oO6paTHOM TUTpOBAHHH OOpa3el] HArPeBAKOT C aleTo-
HOBBIM PAaCcTBOPOM COJITHOM KHCJIOTHI, H30BITOK KOTOPOM
MOCJIE PeaKLUU C MOKCUIHONW IPYyNIOi OTTUTPOBBIBAIOT
pacTBOpOM INEIOYM WM HUTpara cepedpa. KoHeunyro
TOYKY HPU KHCIOTHO-OCHOBHOM THUTPOBAHUH MICJIOYBIO
OIPENENSIIOT BU3YaJIbHO 110 U3MEHEHUIO OKPAaCKH MHAMKa-
TOpa METHIIOBOTO KpacHOro. [Ipyu moTeHunoMeTpuyecKomMm
TUTPOBAaHHM PACTBOPOM IIEJIIOYM WM HHUTpara cepedpa
K.T.T. OIPEACISAIOT MOTEHLIHOMETPUYECKU TI0 COOTBETCT-
BYIOLLIEMY CKauKy ITOTEHLHAaJIA.

B nureparype omnmcaHbl Takke BapHaHTBI METOIUK
OTIPEICTICHUS STOKCUIHBIX TPYII B MIPUCYTCTBHH KapOo-
HOBBIX KHCJIOT apOMaTH4ecKOro psiia U apoMaTH4YeCKUX
aMuHOB [2, 3]. IlpemioxkeH MeTo/ OTpeAeTICHUsT STIOKCH/I-
HBIX ¥ THUJIPOKCHIBHBIX TPYII B SMOKCHUIHBIX CMOJaX
¢ nomotibio MK-cnekrpockomnuu [4]. Onucano onpezene-
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HUE MAacCOBOH JOJM SMOKCHAHBIX TPYII B SMOKCHIHBIX
cmonax Mapok JJ1-20 u 9/1-16 metonom MK-cnexkrpomer-
pun B ommwkHeMm MK-nuamnazone [5].

Hamu BnepBble ncciiezioBaHa BO3MOXKHOCTb HCIIOJIb-
30BaHUs HEKOTOPBIX COJIEH rajoreHBOJOPOAHBIX KUCIIOT B
KaueCTBE MCTOYHHKA TaJIOTEHBOIOPONA B OE3BOJHOI cpe-
Jie JUIsl OTIpe/IeTIeHUs] AIIOKCUIHBIX TPYII B OpraHUYeCKUX
COCIMHEHHUAX U NOJUMEepax.

ITokazaHo, 4TO peareHThl Ha OCHOBE HEKOTOPBIX He-
OpPraHWYECKUX COJIeH (TaJIOTeHHIOB IIETOYHBIX MeTall-
1o0B) — NaBr, Lil, KI, KCI u xy1opHOit KHCTIOTHI B yKCyC-
HOKHCIIOW Cpe/ie TaKKe MOTYT OBITh MCIOJIb30BaHbI IS
OIpENIEIEHUs AMOKCUIHOM I'PYIIIIBL.

M3BecTHO, 4yTO yKCyCHAsl KUCIOTA IIMPOKO UCIIONb3Y-
€TCsl B KaueCTBE PAaCTBOPUTENS B OPraHUYECKOM aHaJIM3e
IPU TUTPOBAaHHMU CJIa0bIX OCHOBaHHMU [6]. TlockoibKy
COJIM MHOTHX HEOPraHMYECKUX KHUCIIOT, TAaKue KaK XJIOpH-
I61, OpOMHUIBI, HOUIIBI, HUTPATHI, CYIb(haTkl U Op., B Cpe-
Je 0e3BOIHOM YKCYCHON KHCIJIOTHI MPOSBISAIOT OCHOBHBIE
CBOIMCTBA, BO3MOXXHO HX OIIpeleIeHUe TUTPOBAHHEM
YKCYCHOKHCIIBIM PacTBOPOM XJIOPHOHM Kuciotsl [7]. Ilpu
9TOM TPOHUCXOIUT BBIAENECHHE CBOOOIHOW TralloreHBOAO-
POAHOM KHUCIIOTBI, KOTOpasi Aaliee MOXKET KOJIUYECTBEHHO
pearupoBarb ¢ MOKCHIHOU TPYIIION:

NaBr + HCIO, —ZLC9%_,NaClO, +HBr.  (2)

AHaJOrHYHbIN 3PPEKT AaeT MPUMEHECHHE B KaueCTBE
peareHTa CMECH XJIOPHOW KHCIIOTBI € XJIOPUIOM THJI-
pokcmmamMonus. [lpm 00paboTKe SMOKCHCOCTUHEHUMA
TUAPOXJIOPUIOM THAPOKCUIAMUHA B MPHUCYTCTBUU XJIOP-
HOW KHUCIIOTBI 0Opa3yeTrcs CBOOOAHBIM XJIOPOBOIOPOL,
B3aMMOJICICTBYIOIMI /ajiee ¢ SMOKCUIHON TPYIIION Mo
ypaBHeHuto (1):

NH,OH - HCI + HCIO, — NH,OH - HCIO, + HCI. (3)

ME1 BIiepBBIE HCIONB30BAN MPEITIOKEHHBIE peareH-
TBI JJISI aHalM3a SIOKCHOHBIX cMoil. llemecooGpasnee
MPUMEHATh OOpaTHOE THTPOBaHUE C NMPHOABICHUEM W3-
BECTHOTO KOJIMUECTBA peareHTa u NOTCHIIHOMETPHICCKIM
TUTPOBAHHUEM €ro H30BITKa PACTBOPOM HUTpaTa cepedpa.

Crnefyer OTMETUTh, 4To Tipu TUTpoBanuu 0,06 M pac-
TBOPOB pasznuuHbix pearenToB 0,01 M pactBopom AgNO;
MaKCHUMaJIbHBIH ckadok noteHimana (~400 mB) Habntona-
etcs B cinyvae ucnonb3oBanus Lil u KI.

CrpoeHue 3MOKCUIHO-TUaHoBOM cMoibl 31-20

Ha mpumepe smokcumnoit cmonsl Ne 128 moxazana
UJCHTUYHOCTb PE3YJIbTaTOB, MOJIYYEHHBIX NPU HCIIOJb-
30BaHUM PEAreHTOB Ha OCHOBE Pa3JIMYHBIX HEOpraHuye-
ckux coneit (NaBr, Lil, KI, KCI u np.) MmeTonom o6paTHoO-
T'O TUTPOBaHUS U30BITKA pearcHTa pacTBOPOM HUTpara ce-
peopa. Conepxxanne smokcuanod rpymnmsl o 'OCT B
cmoute Ne 128 cocrasnser 22,6 — 23,4 % (Tabm. 1).

[Ipoananu3upoBalu TaKke HECKOJIBKO 00pasIoB
SMOKCUIHBIX CMOJI Ha OCHOBE JWUTIMLHUAMIOBOTO d(upa,
JUGEHUITONIPONaHa U AMUXIOPTHIPUHA C COACPKaHUEM
SMOKCUAHBIX Ipymnil oT 7 10 23 %. IIpaBunbHOCTb pesyib-
TaTOB TIOATBEPKJAIM CPaBHEHUEM C Pe3yJabTaTaMH, TOTy-
yeHHBIMH cTaHapTHeIM MeTooM 1o ['OCT [1] ¢ ucrions-
30BaHMEM B Ka9eCTBE pearcHTa pacTBOpa OpoMOBOIOPOI-
HOHM KHUCJIOTBI B YKCYCHOM KHCIJIOTE C MOCIEAYIOLIUM IT0-
TCHIMOMETPHUSCKAM THTPOBAaHHEM H30BITKA pearcHTa
pacTBOpoM HHUTpara cepedpa (Tadi. 2), a TakKe C pe3yib-
TaTaMHM BHU3YaJbHOTO TUTPOBAHUS C HHIUKATOPOM KpH-
CTaJUIMYECKAM (PHOJICTOBBIM. BpeMs onpeneeHus dmoK-
CUJIHOM Tpynmbl B 3nokcuanbix cmonax no 'OCT [1] co-
craBisieT 30 — 40 MUH, B TO BpeMs Kak [0 IpeasiaraeMoi
MeToauke He npesbimaer 10 — 15 MuH.

IIpuMmeHeHne HEOpPraHWYEeCKUX CoJie B KauecTBe
peareHTOB CYyIIECTBEHHO pacIIUpseT BO3MOXXHOCTH aHa-
Iu3a DJHOKCHAHBIX coequHeHud. K mpeumyinectsam
HOBBIX METOJUK CJIelyeT OTHECTH JOCTYIHOCTh Heopra-
HUYECKHX COJIEH MO CpaBHEHHIO C PacTBOPOM OpPOMOBO-

Ta6auua 1. Pe3ynbrarsl onpeneneHus dMOKCUIHOM IPYIIIbI B CMO-
ne Ne 128 ¢ peareHTaMu Ha OCHOBE Pa3JIMYHBIX TAJIOTEHHOB (11 = 5;
P=0,95)

Howmep obpa3na Pearent Haiineno snoxcurpym, %
1 Lil 23,20 £ 0,28
2 KI 23,40 £0,15
3 NH,OH - HC1 23,32 +£0,40
4 KCl 22,48 £0,21
5 NaBr 23,39+ 0,36
6 HBr 23,37+£0,34

Ta0smua 2. Pesynbrarsl aHaau3a SIOKCHIHBIX CMOJ € UCIIOIB30BaHHEM B KauecTBe peareHToB pacTBopoB NaBr u HBr B CH;COOH B mpu-

cyrcrBun HCIO, (n =5; P =10,95)

OnoKcuaHas Haiixeno onocrrpyn, % Coneprxanue snokeurpynn (o FOCT wu TY), %
cMmoia NaBr HBr
128 22,48 £ 0,21 22,30+ 0,19 22,6 — 23,4 (I'OCT 10587-84)
011 7,76 +£ 0,30 7,40 £ 0,24 6,8 — 8,3 (TY 2225-154-05011907-97)
136 14,29+ 0,25 14,02 £ 0,26 13,0 — 14,3 (TY 2225-154-05011907-97)
2-40 13,93 £0,34 13,90 +£ 0,41 13,0 — 15,0 (TY 2225-154-05011907-97)
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Ta0smmuua 3. Pesynbrarsl onpeneneHus SI0KCHIHON TPyl B IIH-
IUIIOBBIX 3¢dupax (n = 5; P =0,95)

ConeprxaHue SIOKCUTPYIIIBL, %

Oopasen

Brrancneno Haiineno

H, H
H,C—O0—C*C—CH,
\ \ /

0

\ H, H 42,57 42,59 + 0,36

OyTaHAHOIUTIIU-
LUIAIOBBIHN 2hUp

H, H
H,C=C—C—0—C—C—CH,
H H, \
0 37,72 37,64 £ 0,24
AT IADTA LA TATOBEIH 3up
H
H,C—C—C—0—C—C=CH,

\/ H
o > 1

O CH; 30,28 30,50 + 0,29

TIAMUIATIMETaKpUiIaT

JIOPOIHON KHCJIOTHI, a TaKXkKe YI0OCTBO M 0€30MacHOCTb
paboTsl ¢ HUMH. [IpemoKeHHbIe METOINKN MEHEE TPYHO-
€MKH W TO3BOJISIOT aHATU3UPOBAaTh MHKPOKOIMYCCTBA
obpasma (10 — 15 Mr) mpu ycJI0BUH OHOPOTHOCTH MPOOBI
B MaKCUMaJIbHO KOPOTKHI CPOK.

Hamu npennoskeH Takke ajabTepHATUBHBIA BapHUaHT
APreHTOMETPUICCKOTO MHUKPOOIPEACTICHUS SMOKCHIHBIX
TPYIN ¢ YKCYCHOKHCIBIM PacTBOPOM OpPOMOBOIOPOIHOM
KHCIIOTHI B KauecTBe pearedra u3 Hasecok 10 — 15 mr. Ha
npuMepe TIHIUANIOBEIX d(HPOB MOKa3aHa BO3MOKHOCTh
MUKPOONPEACTICHUA SIIOKCUIHBIX I'PYIIIT B MHAUBUAYAJIb-
HBIX OPTraHUYECKUX COCTUHEHUSIX MO TAHHOW METOIUKE.
W30BITOK peareHTa THUTPOBAIHM MOTCHIMOMETPHUICCKH
pacTBOopoM HHTpara cepebpa (Tabm. 3). Meroauka MeHee
TPYAOCMKA U 3aHUMACT MEHLIIC BPEMCHH, UYCM PEKOMCH-
nosanHas 1o I'OCT.

Xo0 ananuza. B OIOKC ¢ KpBIIIKOW eMKOCTBIO 50 M
nomeniatoT HaBecky (10 — 15 mr) ananuzupyemoro odpas-
na u 3—5mia 0,06 M pactBopa pearenra. Ilocne pac-
TBOpeHUs TpoObI JjobaBnsitor ~10— 15 M sieastHO#M
CH;COOH n u30BITOK pearenTa TUTPYIOT IOTEHIIHOMET-
puuecku 0,01 M pactBopom AgNO; ¢ HCHONB30BAHUEM
pH-meTpa ¢ pemokcoMeTpu4eckuM HHIMKATOPHBIM H Ka-
JIOMETBHBIM AJIEKTPOIOM cpaBHeHH. [lapamiensHo mpo-
BOJISIT «XOJIOCTO¥» OIIBIT C MCXOIHBIM KOJMYECTBOM pea-
reHTa. B xauectBe pearenra ucnonbs3ytor 0,06 M pactsop
KI (Lil, NaBr, KCI, NH,OH - HCI) 8 0,06 M HCIO, B e-
nsiaoit CH;COOH. TutpoBanue MpoBOAST C MCIIOIH30BaA-
aueM pH-metpa CG-805 (SCHOTT GERATE).

MaccoByio J0JI0 3MOKCUAHBIX TPy (X) B MPOIEH-
Tax BBIYUCIISIIOT 1O (hopmyIie:

X=(V—"Vy)-43-100/m,

tae V,, V— oowem 0,01 M pactBopa AgNO;, u3pacxozo-
BAaHHOT'O Ha TUTPOBAHKE aHAIU3UPYEMOW MPOOBI U B KOH-
TPOJIBHOM OIIBITE€ COOTBETCTBEHHO (MJI); 71 — Macca aHa-
TU3UpyeMoil mpoOsl (Mr); 43 — M, SIOKCUHON TPYIIIBL.

Taxum 06pa3oM, MpeIoKeHbl PeareHThl I onpee-
JICHHS SMOKCHHOW TPYMIbI B STIOKCHAHBIX CMOJIaX METO-
JIoM 00paTHOTO TUTPOBAHUS C HCIOIB30BAaHUEM B KauecT-
B€ MCTOYHHKA TaJIOTEHBOAOPO/Ia, HEOOXOAUMOTO ISl pac-
KPBITHSI STIOKCHJIHOTO KOJIbI[A, COJIEH XJIOPOBOAOPOAHOM,
OpOMOBOJIOPOTHOM M HOIOBOIOPOTHON KHUCIIOT B YKCYC-
HOKHUCJIOW Cpe/ie B IPHUCYTCTBUU XJIOPHOM KHUCIOTHI. M3-
OBITOK pearcHTa THUTPYIOT HOTCHIIMOMETPHICCKH PACTBO-
poM HUTpara cepeodpa.
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NCITOJIb30BAHUE 3AIIUTHBIX ITOJIMMEPHBIX IIJIEHOK
ITPU PEHTTEHO®JIYOPECHEHTHOM AHAJIM3E

© H. 5. Bapkentun, O. A. KapaBaeBa
AO Yeneukuii Mmexannueckuii 3aBo, I. [1a3os, Poccust; e-mail: NY Varkentin@rosatom.ru, nvarkentin@yandex.ru

Cmamus nocmynuna 28 anpens 2017 .

PaccMoTpeHO npuMeHeHUE 3alUTHBIX MOIUMEPHBIX IUICHOK B IPAKTHKE PEHTIEHO(IyOPECLIEHTHOIO
aram3a. OOO0OIIEHB! JaHHBIE HOPMATUBHBIX JTOKYMEHTOB B YaCTH TPeOOBaHHI K PEHTT€HOBCKHM TIICH-
xaM. [IpoBenieHB 0030p U CpaBHEHHE (PU3UKO-XUMITIECKIX CBOMCTB IUICHOK, Pealn3yeMbIX Ha TEpPHTO-
puu Poccun. Ha npumepe Ko-munuii snementos Al, Siu Ti noka3aHo BIMSHUE THIIA IPUMEHSIEMOTO I10-
JMMepa Ha MOIIOIIEHHEe HHTeHCUBHOCTH BTOPHUYHOH (iTyopeciieHIn. VccnenoBana 3aBUCUMOCTh HH-
TEHCHBHOCTH (DIIyOPECLICHIIIHN OT aTOMHOTO HOMEPA 3Ty JaroIIero 3IeMEeHTa JUTS Pa3IMIHbIX THIIOB TI0-
numepoB. OTMEUeHa BO3MOXKHOCTH HCIOJIB30BAHMS XJIOP- U CEPOCOACPIKAIIUX IUIEHOK B KauecTBE
(unsTpoB BropuuHO# QuryopecteHimu. [IprBeneHsl TpeOoBaHMSI HOPMATHBHBIX JJOKYMEHTOB M (DaKTH-
YecKHe JJaHHBIE 10 Pa3HOTONIMHHOCTH Ha MPHMepe TTONHIIPOIIICHOBON INIEHKH. PaccunTaHb! CHIDKe-
HUS U KOJICOaHUSI UHTEHCUBHOCTEH (IIyOpeCLCHIIMY aHAIMTUUECKUX JIMHUI JIETKUX 3IEMEHTOB B 3aBU-
CHUMOCTH OT HEPaBHOMEPHOCTH (U3HKO-XUMUUYECKUX CBOWCTB NpPUMEHSIEMbIX IUICHOK. IIpuBenena
OIIeHKA BITMSTHUS IPHMECHBIX YIEMEHTOB B MaTepHale MomMepa Ha MHTEHCUBHOCTD MX aHATUTHICCKHIX
nuHuil. IIpoBeneH aHaIu3 SKCILTyaTallIOHHbIX CBOMCTB IUIEHOK, HA OCHOBE KOTOPOIO Pa3IM4HbIE TUIIbI
HOIMMEPOB PEKOMEHIOBAHBI ISl OIPEACICHHBIX aHATUTUYECKUX 3a/1a4.

KuroueBnble ciioBa: PEHTICHOBCKAA 3alllATHAs IUJICHKA, ociabIeHye WHTCHCUBHOCTH; ITOJIAITPOITUJICH,
HOJ'II/ISTI/IJ'ICHTepe(l)TaJ'IaT; Maﬁnap; Pa3sHOTOJIIHNHHOCTb.

PROTECTIVE POLYMER FILMS IN X-RAY FLUORESCENCE ANALYSIS

© N. Ya. Varkentin and O. A. Karavaeva

Submitted April 28, 2017.

Some aspects of using protective polymer films in practice of x-ray fluorescence are considered. Data of practice
guidelines regulating the measurement procedure in part of the requirements for x-ray films, are summarized. Data of
practice guidelines regulating the measurement procedure in part of the requirements regarding x-ray films, are sum-
marized. A review and comparison of the physical and chemical properties of films presented on the Russian market
are analyzed. The influence of the polymer type on the absorption of secondary fluorescence intensity is shown for
the Ka lines of Al, Si, and Ti. The analysis of the dependence of fluorescence intensity on the atomic number of the
radiating element is considered for different polymer types. Chlorine- and sulfur-containing films can be used as fil-
ters of secondary fluorescence. Regulatory requirements for different thicknesses of films and actually different thick-
nesses are specified for a polypropylene film. Decreases and fluctuations of the fluorescence intensity of the analyti-
cal lines of light elements are calculated as a function of the unevenness of physical and chemical properties of the
films thus used. The influence of impurities present in the polymer material on the intensity of the analytical lines of
these elements is estimated. Important from a practical point of view performance characteristics of the films are ana-
lyzed. Recommendations regarding the types of polymers are specified depending on the analytical tasks being
solved.

Keywords: x-ray protective film; decrease in intensity; polypropylene; polyethylene terephthalate; Mylar; thickness
difference.
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Puc. 1. OTHOCHTENbHAS HWHTEHCUBHOCTL 1/l, (QuyopecueHiuu
Ko-muunii Al (1), Si (2) u Ti (3) B 3aBUCHMOCTH OT MaTepuaia
IJICHKH

Ipu ananuze MopoIIKOBBIX MPOO, MOATOTOBIEHHBIX Kak
C HUCIIONIB30BAaHHEM IIPECCOBAHUS, Tak U 0e3 Hero, Ui
IPEIOTBPALICHUS UX PACCHIIAHUS U BO3MOXKHOTO BBIXOZA
U3 CTPOSl PEHTICHOBCKOIl TPYyOKM NPHMEHSIOT TOHKHE
3alIUTHBIC TOJMMEpPHBIC IUICHKH. Pa3melaemble MexXIy
OKHOM TPYOKH M MOBEPXHOCTBIO MPOOBI OHM BIHSIOT Ha
MHTEHCUBHOCTh PETHCTPUPYEMOTO BTOPUYHOIO H3IIY-
yeHus. [I1enka paccenBaeT U MOTIONIAET aHATUTHYCCKUH
U (OHOBBIN CUrHAJIBI. D(P(HEKTHBHOCTD Ke MPOITYyCKAHHS
U3IY4YEeHUs 3aBUCUT OT [UIMHBl BOJHBI AHAJIUTUYECKOM
JIMHUH, TOJILIMHBI U MaTepuaia ieHku. ITpu sTom nomu-
MO KO3(pQuIMeHTa oclablIeHnsT BaXHbBI TaKue Tapa-
METpbl, KAK MEXaHU4YeCKas MPOYHOCTh U PaguallMOHHAs
CTOMKOCTB.

Ienp pabOThI — HCCIIEIOBAaHHE CBOWMCTB 3all[UTHBIX
MOJMMEPHBIX IUIEHOK M INPHUMEHEHHE MX NPU PEHTTEHO-
(yopecuienTHOM aHamuze (PDOA).

IIpu PDA-ananuse UCMoONb30BaHUE IJIEHOK, KaK H3-
BECTHO, BIIMSET Ha pe3y/bTaTbl n3MepeHuid. Tak nmonumpo-
nwieHoBble (ITI1) mmeHkn ocoOeHHO TPO3padHbl I
JUIMHHOBOJIHOBOTO M3JIy4€HHS, TaK KaK HE CoJepiKar Ku-
cnopoza [1]. IIpumeHeHNe MICHKU U3 MOIUITUICHTEpE-
¢ranara (II9TD) npu perucTpanuul U3IydEeHUs JIETKUX
2JIEMEHTOB Hellenecoo0pa3Ho, MOCKOIbKY OHa o0nanaeT
Ooiee BBICOKMM KOA(pUIMEHTOM moriomeHus. MHTeH-
CUBHOCTb M3JlyuyeHUs Harpus, npoueamero uepes IIII-

Hcnonb3oBaHue IJICHOK periaMeHTHpoBaHO. Tak,
IIPU OTNPEACTICHUN CEphl B YIIIEBOJOPOAHBIX Marepraiax
P®A-meronamu npy M3MEHEHUU THUIIA U TOJIIUHBI TIJICH-
KM, a TaKXKe NpPU NPUMEHEHHUH KaXKIOr0 HOBOTO PYJIOHA
WM TIAPTHH TUICHKH HEOOXOIMMa TOBTOpPHAS TPaIyHpOB-
Ka nipudopa [3, 4]. ContacHo [5] npuMeHeHHE oI PUp-
Heix ([19), momukap6onatabix (I1K) W moOIMHMUIHBIX
(ITM) mneHok npexamoututenbHee. OMHAKO HEOOXOAUMO
YYUTHIBATH, YTO MPUMECH U N3MEHEHHUE TONIIMHBI MO-
TYT OKa3aTh BIHSHHEC HA PE3yJAbTaT M3MEPEHHUS HU3KOTO
comepkaHmsl cepbl. Takke B HEKOTOPHIX THIIAX IUICHOK
BO3MOJKHO IPHUCYTCTBHE CIEIOBBIX KonmuecTB Si, Ca, S
[6], AL, Ti, V u npyrux 3JIeMEHTOB, BXOISIIUX B COCTAB
KaTaJln3aToOpOB (TPUITUIATIOMUHHUN, YEThIPEXXJIOPUCTHIN
TUTaH U Jp.), IPUMEHAEMBIX [PH HPOU3BOACTBE IOJIH-
MEpPHBIX MaTepuaios [7].

B Tabn. 1 mpuBeneHbl HEKOTOpBIE (PU3UKO-XUMHUUE-
CKHE XapaKTePUCTHUKH MOJMMEPHBIX TUICHOK Pa3JIMYHOTO
HaszHaueHus [8 — 11], a Takke pacyeTHbIE MAacCOBBIE KO-
a¢duMenTs ocnabieHuss WHTEHCUBHOCTH aHalUTHYe-
CKUX JIMHUHM IIUPOKO PACIHPOCTPAHEHHBIX MNPUMECHBIX
anemeHTOB (Al, Siu Ti).

Otmetum, uto I1H, TTA u IIC® — 006001IeHHBIE Ha-
3BaHMS MIMPOKOTO Kjlacca MOJIMMEPOB, BKIFOYAIOIINX Jie-
CATKU COCNMHEHHH (M, COOTBETCTBEHHO, MApPOK IUICHOK)
[9 — 11]. Haubosee pacnipoCTpaHEeHbI CIEAYIOIINE MAPKU
MOJTMMEPHBIX TUICHOK (cM. Tadm. 1): [IM — mapka [1M,
I[IM-A u I[IM-1 (Ha OCHOBE MOJUITHPOMEIUTUTHMH/IA);
ITA — wmapka PA 6 (Ha ocHOBe Kamposaktama); [ICD —
Mmapka PES (Ha ocHOBe monmuadupcynbhona).

CreneHp MOTIOMCHHS IICHKOW BTOPHUYHOTO (UIyo-
PECIIEHTHOTO WM3IYYEHUs 3aBHUCHT OT THIIA XHMHUYECKOTO
COCIAMHEHHUS TIOIMMEpPa, TUIOTHOCTH M TOJIIWHBI TUICHKH.
OcnaOneHre Ha9aIbHOW MHTCHCUBHOCTH ()TyOpECIICHITHN
1,, mporiesiiel yepe3 ciaoi d Marepuana (B TOM YUCIIE H
PCHTICHOBCKOH TUICHKH ), OIIICHIBACT yPaBHECHUE:

I'=1yexp (—ppd),

IUICHKY, B IIATh pa3 Oonblie, ueM B ciaydae [1DTO toii xe IJe L — MAacCOBBIM KOX((UIMEHT MOIIOIICHUS MaTte-
TONUIUHBI [2]. pHaOM  COOTBETCTBYIOUICH JMHUH  (IyOpECHEHIINH,
Tabauna 1. Ou3uKo-XMMHYECKHE CBOWCTBA IMOJIMMEPHBIX MaTEepUasoB

MaccoBslit k03 duIHeHT ocnadneHus
TMonumep (MapkupoBKa, 3apyOeKHOE HAHMMEHOBaHHE Xumuyeckas InotHocTs, anaTHYecKoil uHun Ko, cM2/r
WJIM TOProBasi MapKa) dopmyna r/em3

Al Si Ti

[MonuaTninen Beicokoit miotHoctu (I19BIT) (C,Hy), 0,94 - 0,96 555 351 22
Homunponunen (I1I1, Prolen) (CsHg), 0,90 -0,91 555 351 22
Iommytunenrepedranar (II9TD, Mylar nimm Hostaphan) (C10HgO4),, 1,35-1,40 928 585 36
[Monmunamun (ITA) (CsH;1ON), 1,L13-1,15 763 482 30
Hommmmug (ITH, Kapton) (CyoHgO4Ny), 1,25-1,47 821 518 32
Tomusuamxnopun (IIBX) (C,H;C, 1,30 -1,50 789 509 311
Tomukap6onar (I1K) (Ci6H1403), 1,20 786 496 31
Tomuctupon (I1C) (CgHy), 1,05-1,13 597 378 23
Homusuammnenxiopux (I1BJIX) (C,H,Cly), 1,59-1,71 857 554 394
Cononumep stuseHa ¢ Bununanerarom (COB) (CsH100,), 0,92 -0,95 849 536 33
[Monucynsdon (TICD) (CpHgS03), 1,24 836 530 90
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ATOMHBII HOMEp M3JIY4arOILEero eMeHTa Z

Puc. 2. PacuerHast 3aBUCUMOCTb OTHOCHTENBHOM MHTEHCUBHOCTH /1) K- W LO~THHUI OT aTOMHOTO HOMEPA Z U3JIy4atomero snemenTa (1 —

IIL; 2 — IIDT®; 3 — [CD; 4 — MBX; 5 — IBJX)

cM2/T; p — IIIOTHOCTH Marepuana, r/cm?; d — Tommuna
MOTJIOLIAOILETO CJI0s, CM.

Ha puc. 1 npencrasneHa pacyeTHas 3aBUCUMOCTb OT-
HOCHUTEIbHOW HMHTeHCHBHOCTH [I/I, QuyopecueHun
AlKa-, SiKa- n TiAlKo-muHNN OT Mareprana IUICHKH
(Tommuaa 10 MKM).

BuHo, 4To npu onpeeneHuu JEerKUX 3JI€MEHTOB OI1-
tumasibHo npumeHenue I1I1- u II9-menok. Ilo cpaBHe-
HUIO ¢ HUMH IUPOKO pacnpoctpanenHbie [I19TD-mienku
OCIabMSAI0T WHTEHCUBHOCTH (DIyOpECLEHUIUHN IpaKTHye-
CKU B J1Ba pa3a Oomnplre. Takum xe O0NbIINM OcalieHu-
eM xapakTepusyeTcs mieHka u3 11, pekomenayemas nmis
OTIpeJIeTICHUs Cephl B HE(TEIPOAYKTaX TONBKO Oaromaps
ee OombmIed XMMHUYECKOH CTOMKOCTH K OPTaHMYECKHM
PacTBOPHUTEIISIM.

Ouens cymectsenno Biusane [1BX- n T1BX-me-
HOK Ha 0CJIa0JIEHNE KOPOTKOBOJIHOBOTO H3ITyYCHUS TSIKE-
JIBIX 3JIeMeHTOB (Hampumep, Ti, cM. puc. 1) 3a cueT HauU-
YHs aTOMOB XJIOpa. ITO HEOOXOUMO YUUTHIBATh, XOTS MO~
JIOOHBIN THII INIEHOK PEIKO IPUMEHSIOT B aHATUTHYECKUX
UCCIICIOBAaHUSIX.

Ha puc. 2 npuBenena pacuerHas 3aBHCUMOCTb OTHO-
CUTENBHOM uHTeHCcUBHOCTH 1/1, Ko-nuamii [mia Z ot 11
(Na) no 56 (Ba)] u Lo-nunuit [ans Z ot 57 (La) no 92 (U)]
OT aTOMHOTO HOMepa Z U3JIy4alolero 3IeMeHTa (TOILH-
Ha mieHkd 10 Mkm).

BunHO, 4TO MHTEHCHUBHOCTH KCIIOHCHITUAIBHO pac-
TET, TOCTHTAs TIOYTH SIUHUIIBI, U «JIETKUX» TUICHOK (Ha
puc. 1 npuBeaeHsl aanHbie Tonbko s [T u [IDT®).

braromapst HamMUuIO B CTPYKType MOJEKyn Oojee Tsoke-
JBIX aroMoB cooTBercTBeHHo S u Cl IICD u IIBX/TIBJX
UMCIOT ITUKY TONIOMCHUsT (IyOpeCIeHIINH B 00NacTsIxX Z
17 —-25 (nns Ko-nmuauid) 1 57 — 67 (g Lo-IuHUi), 410
MOYKHO HCIIONIb30BaTh, IPUMEHSS 3TH IIJICHKH B Ka4eCTBE
(bUIBTPOB BTOPUYHOHN (PIIyOpECICHIIMU ISl YMECHBIICHHS
a¢dekra, CBSI3aHHOTO C HATIOXKCHUEM aHAJTUTHYCCKUX JIU-
HUll.

B npouecce npon3BoacTBa TONLIMHA MJICHKH BCErna
UMEET HEKOTOphIe OTKJIOHEHHs OT HOMHHaja (pa3HOTO-
IIMHHOCTB). JlomycKaeTcsi OTKJIOHEHHE OT HOMUHAJIbHOM
tonuuHbl £10 % [12 — 15], a TI3-tuienku — +20 % [16].

Taéanna 2. Tommuner 06pa3noB pertreHoBckoi IT1-meHkn

Homunamsnast ~ Pa3zOpoc neiicTBu- OtHOCHTETEHOE
TOJIIMHA TeJIbHBIX 3HaueHuit  CpenHee,  cpeaHeKBajparhye-
B IapTHH TOJNIIUHBI MKM CKO€ OTKJIOHGHHE
IUICHKH, MKM B 00pasuax, MKM TOJIIHHBL, %o
4 3,9-4,0 4,0 1,3
4,0-4,2 4,1 1,8
3,9-4,0 4,0 1,2
6 5,5-6,0 5,9 2,9
6,0-6,2 6,0 1,4
10 9,9-10,0 10,0 0,5
10,0 10,0 0
(1o Bcel mromam)
10,0 10,0 0

(1o Bcel mroma M)
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Puc. 3. OTHOCHTENbHAsA HHTEHCUBHOCTS 1/, (priyopecieHuy B 3a-

BUCHMOCTH OT ToimuHbl mwicHku (I u 3 — IIOTD (SiKa- u
AlKo-munaun); 2 u 4 — II1 (AlKo- u SiKo-nmaHun)

JuHaMuKa HeMpephIBHOTO MpoLiecca HIKCTPY3UOHHOTO
(opMoBaHuS ompenenseT OBICTPO U MEUICHHO MEHS-
IOLIYIOCS Pa3HOTOJIIMHHOCTD IUIEHKH 10 AnuHe. B mep-
BOM CJIy4ac BPCMCHHOM IEPHOI KOJCOAHMS TONIIHHBI
pocturaer 100 c. IIpuumHOi «OBICTPON» NPOJOIBHOM
Pa3HOTONIINHHOCTH MOXET OBITh, HapHMeEp, HEpaBHO-
MepHas BO BPEMEHH I0Jjaya paciiaBa MOJIMMEPHOTro Ma-
Tepuaa u3 mean (GprIbepsl BCISACTBUE ITyIbCAIlIH HECO-
BEPILIEHHBIX YKCTPY3UOHHBIX MPECCOB MM CHCTEM JI03H-
poBaHUs, KOJIEOAHUH TeMIeparyphl, Apeida oxiraxmaro-
mero Bo3ayxa. OTHOCHTEIBHO CKOPOTEUHBIC MPOIECCHI
M3MEHEHMs TOJILMHBI MOTYT TaK)K€ BBI3bIBATbCS HECTa-
OWIILHOCTBIO TUICHOYHOTO pPYyKaBa, OIIMOKAMU CHUCTEMBI
peryJaMpoBaHusl JUaMmeTpa pykaBa WIM HECOBEPILICHHOM
KOHCTPYKIIUEH CHCTEMbl BHYTPECHHETO OXJIaXJICHUS,
OOJBIIMMH BapHaLUAMU CKOPOCTH TSAHYIIMX MM OXJIaXK-
JIAIOIUX BaJiOB, MOBBIIIEHHOW TEMIEPATypO 30HBI 3a-
rpy3kd u Ap. «MeasieHHasD» MpOAOJbHAS Pa3HOTOJIIMH-
HOCTb, TP KOTOPOH H3MEHEHMs TOJILMHBI 3aHUMAIOT
Yacel U JaXe JHHU, Yallle BCETO CBSI3aHA C 3arpsI3HCHUEM
(WIBTPOB PACIUIABOM TOJIMMEPHOTO MaTepHaia U ero He-
OITHOPOIHOCTHIO, a TaKXKe, HAPUMEp, C HEHCIPABHOCTSI-
MU CUCTEMBI OXJIKJIEHUS TUICHOUYHOTO pyKasa [17].

Tomuuny pentrenosckux IIII-rmeHok u3mepsiu Bep-
TUKATBHBIM onrtuMeTpoM MKB-3 B pa3HbIX MecTax oOpas-
1a (pa3Mep COOTBETCTBOBAI TPeOyeMOMY IUISi HOKPBITHS
MPEeCCOBaHHOM TabneTkn ¢ mpobOoii). TlomydeHHsle pe-
3yJABTaTH (Ta0I. 2) MOATBEPKAAIOT (PaKTHICCKOE HATIIIHUE
pasHoTomuHHOCTH. Hanbosee crabunbHas pa3HOTON-
IIAHHOCTH 3a()MKCHPOBAHA B MAPTUH IUICHKH HOMHHAIIb-
HO¥ TommuHON 10 MkM. J[nst Gosiee TOHKHMX TUIGHOK OT-

II2TO I
g NOK[_ 1] ||
5 1A -
§ TBX I
(¢ ] ]
§ 1 |
j§ic) ] |
103 10% 10° 10° 107 108

TTornomennast no3a, I'p

Puc. 4. TloporoBbie 3Ha4YCHHS 103 I HCOOPATHMBIX paJHAIMOH-
HBIX M3MEHEHHI MPOYHOCTH MpHU pacTskeHun rmeHok (O — we-
cyniecTBeHHbIe m3MeHeHus; M — ymeHbleHue B npeaenax 25 %;
B — cuiibHOE YMEHBILEHUE BILIOTh JI0 PA3pyLIEHHs)

KJIOHCHHUS TONIIMHBI JOCTHTand 3 % OT HOMHHAIBHOTO
3HAUCHHUS.

3a cueTr BpameHus IpoOsl Pa3HOTONIIHHHOCTE B TIpe-
Jenax OZHOTO oOpasla IUICHKH WUTPaeT He3HAUYUTEIbHYIO
POJIb B HCKQ)KEHUH WHTEHCHUBHOCTU (DITyOpPECICHITNH JIeT-
KHUX 3JIeMeHTOB. [Ipu mpUMeHEeHUH PEHTI€HOBCKHUX ILie-
HOK U3 Pa3HbIX MapTUH «MeUIeHHAs» MPOAOJIbHAS Pa3HO-
TOJIIMHHOCTh NPU MPOYHUX PABHBIX YCIOBHUSIX MOXKET CY-
[IECTBEHHO MOBIUATH HA PE3yJbTaT U3MEPEHHUS.

OtmeTuM, 4yTo TpeboBaHUs OTPEOUTENEH B OIUTpa-
(bryeckoil U yrmakoBOYHON OTpacisix ropasio KecTde yc-
JIOBHH, OTIpE/IeIEHHBIX TOCYNapCTBEHHBIMU CTaHIapTaMH.
Hanpumep, monyck mo TONIIUHE TEPMOYCaTOYHBIX TLIe-
HOK, TIpeTHa3HAuYEHHBIX JIJISI CKOPOCTHOTO MOyaBTOMATH-
YECKOTO YIaKOBBIBaHUS, COCTaBIsIET +4 — 6, a pa3dpoc
TOJIIINH TICHOK /IS TaMHHUpoBaHus — £2 % [17].

[ToMIMO pa3HOTONIIMHHOCTH, MaTephally IIICHOK
CBOHCTBEHHO W HEIOCTOSIHCTBO IUIOTHOCTH. Tak, IIIOT-
Hocth [IDT® wmensercs ot 1,332 (amopduas) 1o
1,515 1/em?® (kpucrayuindeckass CTpykTypa). [IIOTHOCTE
ke IIDOTd-mmeHOK HaxomuTcs B AuamasoHe 1,37 —
1,40 r/cM3 1 3aBHCHT OT MOJIEKYJIIPHOM MacChl MCXOHO-
ro MoJIMMEpPa M TEXHOJIOTHMYECKUX MapaMeTpOB HU3TOTOB-
TieHus (B MIEPBYIO OYepellb TEMIIEPATypHOTO PeXUMa KpH-
CTaIITTU3AIINH ).

B Tab:1. 3 mpuBecHBI pacyeTHBIC OTKJIIOHCHHUSI MHTCH-
cuBHOCTH (uyopectieHnu (AlKo-THHUSA) TPH OTKIIOHE-
HUH TUTOTHOCTH U TOJIIUHEI OT HOMHHAIIBHBIX 3HAYCHUH.

BunHo, 9TO HEPaBHOMEPHOCTH (PH3HKO-XUMHUCCKUX
XapaKTEPUCTHK MOXKET BHOCHTH 3aMETHBIH BKJIJ B TIO-
TPEIIHOCTh M3MEPEHHs KOHIICHTPAIMH JIETKHX JIICMEH-
ToB. Tak, u3-3a KoJIeOaHMii TIIOTHOCTH U TOJMIIUHEI (£2,0
u +1,5 %) mupoxo npumensemoi [19Td-mieHKn OTKIO-
HEHHE WHTEHCUBHOCTH BTOPUYHOU (pyopecleHlnu aoc-

Ta6auuna 3. PacueTHOoe OTKIOHEHHE HHTEHCUBHOCTH AlK0-THHUM NPH OTKIOHEHUSIX HOMUHATIBHBIX XapaKTEePHCTHK IIICHKH

I[notHOCTH, I/cM3
THM MOMMMEPHOTO

TomnmuHa, MKM OTKJIOHEHHE OT HHTEHCUBHOCTH

P HOMUHAJIBHBIX

Marepuana HomunanbsHas Ortkionenue, % HomunanbHast Otkiionenue, % XapaKTepUCTHKAX, %o
TII1T 091 +2,0 10 +1,5 +1,8
IIK 1,20 +3.3
IIDTO 1,37 +4.4
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Tabmuua 4. OU3MKO-XUMHUYECKUE CBOMCTBA IIOJIMMEPHBIX IICHOK, Ione3Hble 1pu PDOA-anamuse

T Temmneparypa IIpoynocts OTtHOCH-
eMmeparypa
Tun noaMMepHOro Marepuaa oc ~ ACCTpyKuNH, [IPU pacTsKe-  TEJIBHOE YIUIU-
[UABIICHIA, °C HUH, Kre/cM? HeHue, %
II9TO 255-265 Bonee 300 1400 — 2900 60— 180
111 71 —4 400 —
(HeOpHEeHTHPOBAaHHAS IIEHKA I/I303KTI/I‘{eCIfOI/I CTPYKTYPHI) 165 — 170 Bonee 300 300 —400 00 - 800
I1IT (opueHTHpOBaHHAS IJICHKA NU30aKTHUECKON CTPYKTYPBbI) 1000 — 2000 15-50
TIK (mpoMBIIITIEHHBIX MapoOK Ha OCHOBE 2,2-0mnc-(4-0Kcu(eHmT) mponana) 220 —-270 Bornee 330 560 — 780 50-110

turaer +4,4 % OT UHTEHCUBHOCTH, PETUCTPUPYEMOM NIPU
HOMHHAJIBHBIX 3HAUCHHSAX.

Ha u3menenune GpuyopecieHIny TaKkxKe BIUIET COaep-
JKaHWE BOIBI B TIOJMMEpPHOM Matepuane. «CBOOOIHBII
o0beM» B mosmMmepe (Hampumep, BHyTpu [IM-ruieHkn
00bEeM TIOp MOXKET CcOCTaBIAATh 6+ 1 %) — MecTo, Kyaa
TubGYHAUPYIOT BO/IA, €€ Maphl U Apyrue BemiecTsa [18].
I[I3T® cnocoben mornomarsk A0 2 % Boxawl, a B [IA-Mar-
punie o0beMHas 10J1s a3l CBOOOTHOM BOJBI COCTABIISET
okoio 4 % [19, 20].

[lpn KOHIEHTpanWU W3MEPSEMBIX OJJICMEHTOB Ha
YpOBHE TIPOIICHTOB IMPUMECH HWTPAIOT HE3HAUYUTEIHHYIO
poiib, ofHaKo mpu copepxkannu ~102 — 1073 % ux BKIag
B OOIIYI0 MHTEHCHBHOCTH (DIyOPECHCHINH MOXET OBITH
CYIIECTBCHHBIM.

Ha puc. 3 nmpuBenena 3aBUCHMOCTH OTHOCHTEIBEHON
unTencusHocTH /1 pnyopecuenumu AlKo- u SiKo-nmu-
HUIl OT TOJIIMHBI IUIEHKU (mpoba — ¢TopHCcTas COib
upKkoHus, coxepxanue Al u Si B mpode — 0,001 nu
0,008 %). TonuuHy UMATHPOBAIIN HAJIOKEHUEM HECKOIIb-
kux cioeB [I1- u [IDTd-mieHok (MCXOAHAS TOIIIMHA —
6 MKM).

[Ipu yBenWYeHUN TONIIUHBI TJIEHKH MWHTEHCUBHOCTH
(yopecuentun AlKo- n SiKo-THHANA CHUXAKOTCA, a Xa-
paKTep CHMKCHHUS B 1IEJIOM COINIACYETCSl C MPHUBEICHHBIM
panee ypaBHeHHEM. MOXXHO yTBEpXKIaTh, 4TO JaXKe B CIIy-
yae MpHUCYTCTBUS B IJIeHKaX Al u Si ux comeprkaHue Ha-
CTONIBKO MaJio, YTO (IyOpEeCLUEHNUsI IIOJHOCTBIO II0-
IJIOIIACTCSI COOCTBCHHBIM MATCPHAIIOM IUICHKH.

ITomuMmoO morsIONIAIONINX CBOMCTB MPH MPAKTUYECKOM
WCTIONIb30BaHUM BaXKHbI M JIPYT'ME KauecTBa IUICHOK, Ha-
IpuMep, pagualdoHHas CTOMKOCTB, XapaKTepu3yromas
CTIIOCOOHOCTh MOJHMMEpa TPOTHBOCTOATH BO3IACHCTBHIO
HOHU3MpPYIONIero m3mydeHus. llpu pammannoHHOM BO3-
JCHCTBHUH Pa3INJaloT Ba BUIA HEOOPATUMBIX IIPOIECCOB,
BBI3BIBAIONINX HaWOoNiee 3HAUYUTEIbHBIE W3MCHEHHS
CBOWCTB TIOJIMMEPHBIX MATEPHUANIOB: ACCTPYKIHA (IIpo-
[[ecCc pa3phlBa IIABHOM LEMH IOJMMEpa, paciana y3JIoB
MIPOCTPAHCTBEHHON CETKHM M OTpbiBa OOKOBBIX TPYII,
COIPOBOXKIAIOIINICS YMEHBLICHHEM CpelHell MoJeKy-
JISIPHOM Macchl IOIMMepa) U CLIMBKA (TpoLecc oOpa3oBa-
HUS XMMHYECKHX CBA3€H M MPOCTPAHCTBEHHO CIIMTOM
CTPYKTYPBI, COMPOBOXIAIOIIUNACS, HAaNpOTHUB, YyBEIHYe-
HHEM MOJEKyIsIpHOH Maccel). O0a mporecca NpouCcXOsT
0OBIYHO OJJTHOBPEMEHHO, OJHAKO UX A((EeKTUBHOCTH 3a-
BUCUT OT BHJa TnonumMepa. [lonmmmepbl, yka3aHHBIC B
Tabmn. 1, 3a ucknmrodenuem [IB/IX [21], oTHOCSATCS K Tipe-
UMYIIECTBEHHO JIECTPYKTHPYIOIIUM BHJIAM.

PanuanmonHas CTOWKOCTh KOJMYECTBEHHO XapakTe-
pHU3yeTcss MOpPOTOBBIM 3HAUEHHWEM IOTIOIIEHHON 03Bl
WOHU3HUPYIONIET0 U3MYYCHHUS, TIPH KOTOPOH MMOJIMMEPHBIH
Marepuall CTAHOBHUTCS HENPUTOIHBIM K IPHUMEHEHHIO.
Ha puc. 4 npuBeieHbI TOPOTOBBIC 3HAYCHUS JI03 JUIS He-
00paTUMBIX paTUAllMOHHBIX U3MEHEHUH MPOYHOCTH MPH
PaCTSHKEHUH TUICHOK.

BugHo, 4To M3 Hanboee MIMPOKO MPUMEHSIEMBIX Ha
npaktuke [1I1 Hanmenee croek npu oonydyeHud, a [T
oOianaet ropasno 0ojiee Ty4IIMMU MoKazaTenssmMu. OTMe-
THM, YTO MAaKCHMaJIbHON PaJualliOHHON CTOMKOCTBIO Xa-
pakrepusyrorcs [T [11, 21] (1a puc. 4 He TpUBEICHBI).

B Tabn. 4 npuBeneHbl (HU3UKO-XUMUYESCKUE IKCILTya-
TaI[AOHHBIC CBOMCTBA IOJUMEPHBIX IUICHOK, ITOJIC3HBIC
NP UX UCTIONB30BaHUU B PDA-anammze [22].

Taknm 00pa3oM, BEICOKHE MPOYHOCTHBIC XapaKTepH-
CTUKH TO3BOJISIIOT IIUPOKO HCTIONb30BaTh [I19Td-mnenky
MIPH BBIMTOJIHEHUH MACCOBBIX aHAJIM30B, OJJHAKO ITPH U3Me-
pPEHUM MHTEHCHBHOCTH (DIIyOPECICHIIMH JIETKUX JICMCH-
TOB, COJIEPIKAIIMXCS B ITPOOE HA YPOBHE IpeJielia ornpeie-
neHus, Jtyqie npuMeHsTh [T1-mieHky, kak 00J1aIarnyo
MUHHUMAaJILHBIMH TIOTJIOIIAIONIUMHE CBOMCcTBaMu. BmecTe ¢
tem III1 crmemyer HMCHoOaB30BaTh C M3BECTHOM OCTOPOXK-
HOCTBIO, YTOOBI HCKIIOUHTH Pa3pblB U pPacIlIaBICHHE
TUIEHKU TP JUTUTEIbHBIX IKCTIO3UIMAX Ha MOLIHBIX PEHT-
TeHOBCKUX TPYyOKax.
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TpennoxxeHbl CpaBHUTENBHO MPOCTbie (GOPMYIBI Il pacdera TEeMIIepaTypOIPOBOIHOCTH YHCIIEH-
HO-aHAJUTHYECKUM METOIOM N0 HECUMMETPUYHOMY TeMIIeparypHoMy 100 7'(x, T) HeOrpaHHYEHHOM
IUTACTUHBI TOJIMHON R, MOTy4eHHOMY B pe3yibrare (pHU3MYecKOro SKcIepuMeHTa. Permenuem oOpart-
HOM 3314 TEeTUIONPOBOIHOCTH 3HAYEHHS TEMIIEpaTypOIIPOBOHOCTH PACCUUTHIBAIOT JUIS KaXK/I0TO Bpe-
MEHHOI0 HHTepBaja AT, = T,— T,_, 110 TEMIIEpPaTypaM B TPeX TOUKaxX IUIACTHHBI ¢ KoopauHaTaMu x = 0, z,
R (0 <z <R) i MOMECHTOB BPEMEHH T;. BBINOIHEHA OlIEHKA TPYJIOEMKOCTH U TOYHOCTH ONPEACIICHHUS
TemIepaTyporpoBonHocTH a,(1") o TeCTOBOMY (MCXOTHOMY) TEMIIEPAaTypHOMY IOJIIO CTaIbHOMU IiIac-
TUHBI TOMMHOM R =0,07 M, pacCuMTaHHOMY METOIOM KOHEUHBIX paszHocTeidl ¢ 3amaHHOi a,(7)
[PH TPaHUYHBIX YCIOBUAX 2-T0 U 3-r0 ponos. ®ynkimio a,(7) 3a1aBaiay JJOMaHOH JIMHUEH, a BeTMIMHA
a,, B XOJIe YMCIICHHOT'O SKCIIEPUMEHTa M3MEHSIIach MOYTH B TpH paza. CpeJHEeKBaAPaTUIHOE OTKIIOHEHHUE
a(T) or ucxonHoit 3aBucuMocTy a,(7") 11 Bcero quana3oHa BpeMeHu coctaBuiio 3 %. Haubonbime
TMOrPEIIHOCTH HAGMIOIAIKCh TTOCTIE U3MEHEHHUs 3HaKa Tpou3BonHoi da,(7T)/dT. Ha nuneliHOM yYacTke
¢ysaxmn a,(7T) MOTPeHOCTE OIPEIeNeHHs TEMIIEPaTypOIIPOBOIHOCTH He TpeBbimana 2 %. Merton
CPaBHHUTEJIBHO IPOCT M HAINIs/IeH, 0OpabOTKy JaHHBIX HECJIOKHO aBTOMaTru3upoBarb. OH He Tpeldyer
CTPOroro COOMIONEHNUS CTAHIAPTHBIX IPAHUYHBIX YCIOBHUI: IIOCTOSHCTBA TEMIEPATYpPhl CPEABI, TOTOKA
TEIUIOTHI, aMa0aTHEIX YCIOBHI Ha OXHOW M3 TOBEPXHOCTEH IUIACTUHBI, YTO 3HAYUTENBHO YIPOLIAET
OPraHu3alHI0 SKCIEPUMEHTa W TO3BOJIET NMPOBOAUTH €0 B PEabHBIX YCJOBHSX SKCIUTyaTalluH
Marepuaa.

KiioueBble €J10Ba: OMpEIE/ICHUE TEMIICPATyPOIIPOBOAHOCTH; OOparHasi 3a/iada TEeIUIONPOBOIHOCTH,
YHCIICHHO-aHATUTHYCCKHI METOJ; HeOTpaHMYEHHAs IUIACTHHA; CTallb; HECUMMETPHYHOE TeMITepaTyp-
HOE IoJIC.

DETERMINATION OF THE THERMAL DIFFUSIVITY OF A MATERIAL
BY THREE POINTS OF THE TEMPERATURE FIELD OF ASYMMETRIC PLATE USING
NUMERICAL-ANALYTICAL METHOD

© A. K. Sokolov

Submitted February 8, 2017.

Relatively simple formulas are derived for calculating the thermal diffusivity by a numerical-analytical method in the
asymmetric temperature field 7'(x, T) of an infinite plate of thickness R obtained as a result of a physical experiment.
By solving the inverse heat conduction problem, the thermal diffusivity values are calculated for each time interval
At;=1;—1;_, by the temperatures at three points of the plate with the coordinates x =0, z, R (0 <z <R) for the time
moments T;. We estimated the complexity and accuracy of the thermal diffusivity determination a(7") from the test
(initial) temperature field of a steel plate (thickness R = 0.07 m) calculated by the method of finite differences with a
given thermal diffusivity a,(7") under boundary conditions of the second and third kind. The function a(T') is set by a
broken line and the magnitude of a, varied almost threefold during numerical experiment. The root-mean-square de-
viation of a(7") from the initial dependence a (") for the entire time range is 3%. The largest errors are observed after
change in the sign of the derivative day(7")/dT. On the linear part of the function ay(T'), the error of a(7T") determina-
tion did not exceed 2%. The method presented in the article does not require strict compliance with the standard
boundary conditions: constant temperature of the ambient media, the same heat flow, adiabatic conditions on one of
the plate surfaces, which simplifies the organization of the experiment to be carried out in real conditions of the mate-
rial operation. The method is relatively simple and illustrative and data processing data processing can be easily
programed using Microsoft Excel.

Keywords: determination of thermal diffusivity; inverse problem of heat conduction; numerical and analytical
method; infinite plate; steel; asymmetrical temperature field.
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3HaHue TEIUIOPHU3UYCCKUX XAPAKTEPHCTUK MAaTepHAIOB
HEOOXOAMMO IS MATEMATHYCCKOTO MOJCITHPOBAHUS TEM-
nepaTypHbIX TOJIeH, HAIPUMEP, B HATPEBAEMbBIX HITH OX-
JaXIaeMbIX dJIeMEHTaX 00OpYyJIOBaHHs, M3JCIHSX, MOJI-
BEpraronmxcs TerioBoi 00padboTke, u p. TouHOCTH 3HA-
YEHUH TEeMIO(pU3NUCCKUX XapaKTePUCTHK MaTepualioB B
3HAYUTENBHOW CTENCHU OIpEeIessieT HOCTOBEPHOCTh pe-
3yJIbTATOB MaTeMATHYECKOTO MOJCIHPOBAHUS MPOLECCOB
TEIIONEPeHOCca PH PEIICHUH 3a/iad SHEProcOepeKeHusl,
IPOTHO3UPOBAHUA BCJIMYHNH TECPMHUYCCKUX Hanpsmcem/lﬁ,
pa3pyIIAONIMX MaTepUaibl KOHCTPYKITHA, U JP.

3ajaun onpeeeHus TemIoPU3NISCKUX XapaKTepH-
CTHK HE TepSIFOT CBOEH aKTyalbHOCTH, OCKOJIBKY MOSBIIS-
FOTCSI HOBBIE MaTePHaIIbl, CBOHCTBA KOTOPHIX HEU3BECTHBI,
a Termo()U3NYeCcKue CBOWCTBA H3BECTHBIX MAaTEPUAIOB
MEHSIOTCS B XOJI€ MX DKCILTyaTalluu.

Termodusndeckre XapaKTePUCTHKH MATESPUATIOB, KaK
[PaBUIIO, OMPEACIAIOT B Pe3yJbTare TeIo(QU3NIeCKUX
aKkcniepuMeHTOB. [lomydeHHbIe JaHHbIE 00padaThIBAIOT C
MIOMOIIIBI0 METOIOB, OCHOBAHHBIX Ha PELICHUH O0paTHBIX
3a/1a4 Terionpooanocty [ 1, 2].

3HauYMTENbHAS YaCTh M3BECTHBIX METOAOB, BKJIIOYAs
METO/Ibl PEryIsSIPHOrO M KBa3MCTALMOHAPHOTO TEIIOBBIX
PEXUMOB, TPeOYIOT CTPOrOro COOIONEHUS] TPaHHUYHBIX
YCIIOBUM TemI000MeHa, YTO YCIOXKHSET TEXHHUKY Mpo-
BEJCHUS HKCIepuMeHTa. Kpome TOoro, MHOTHE METOIbI
OCHOBaHbI Ha AHAIMTHYECKHUX PELICHUAX YpaBHEHHS Tell-
JIOTIPOBOJTHOCTH TIPH TIOCTOSIHHBIX, HE 3aBUCSIINX OT TEM-
neparypsl mapamerpax. 11o3ToMy HX CIOXXHO HCHONB30-
BaTh B CIIy4ae ONPEACIICHHsS 3aBUCSIINX OT TeMIepaTyphl
TEIIOU3NICCKIX XapPaKTEPUCTHUK, OCOOCHHO KOTJa WX
3HAYCHUS U3MEHSFOTCS B HECKOJIBKO pas.

Jnst ompeneneHus BEMMYMH TEIUIOQU3NUECKHX Xa-
PAaKTePHCTHK II0 HW3BECTHOMY TEMIIEpPAaTypHOMY IIOJIIO
NPUMEHSIOT METOJl YHMCIIEHHO-aHAINTHYECKOTO MOJIEINH-
poBaHus TpoleccoB TemionpoBogHoctd [3 —10], xo-
TOPBIA Il pemieHust auddepeHnnanbHoro ypaBHeHUS
TETIONPOBOIHOCTH HCIIONB3YET aHAJIUTHYECKHE pelle-
HHS, TOJy4YECHHbBIC JUId PacuyeTHOro HWHTEepBaja BpeMe-
Hu. [Ipy 3TOM perieHne ypaBHEHHs TEIIONPOBOIAHOCTH
B YaCTHBIX HPOW3BOIHBIX JUISI BCErO0 BPEMEHH Harpena
CBOZAUTCS K YHCICHHOMY PEIICHHIO OJHOTO WIJIN HECKOJIb-
KHX OOBIKHOBEHHBIX AU (epeHINATBHBIX YPaBHEHHUH.

[Nomyuenue pereHuit 0OpaTHBIX 3a1a4 TEILUIOPOBO-
HOCTHU JJIi HECUMMETPHYHBIX TEMIIEpaTypHbIX MOJeH
MO3BOJMUT PACIIUPUTh 00JacTh NPUMEHEHUS MeTola U
JacT  BO3MOXKHOCTb  00pabaTbiBaThb  TeMIIEpaTypHbIE

\___.
[T, 1) = ag + a X2+ ap(1 - X)

i
\

190

Puc. 1. Cxema TerooOMeHa HEOTPAaHMYEHHOW TUIACTHHBI TOJNIIH-
HOH R

MOJIsi, U3MEPEHHBIE B PEalbHBIX YCIOBUSAX (BO Bpems
SKCIUTyaTaIum).

Lenp paboTel — pacdeT TemIeparyporpoBOIHOCTH
YHCIICHHO-aHAJUTUYECKUM METOJIOM ISl CiIydasi HeCUM-
METPUYHOTO TEMIIEPaTypHOro IMONs HEOTPaHWYECHHOM
TJIACTHHBI.

PaccmoTpuMm Maremaruueckoe OIMUCaHue Ipolecca
TEII000OMEHa HEOTPAHWYEHHOH TUIACTHHBI TONIIUHON R,
HECHMMETPHUYHO HAarpeBacMoil cBepxy (x =R ) M oxXjax-
Jaemoit cHuzy (x = 0). Cxema TermiooOMeHa Mmoka3aHa Ha
puc. 1.

IIpumemM HayanbHOE YCIIOBHE

T(X,1=0)=T, 0<X<I, (1)

U TPaHUYHBIE YCJIOBUS 2-T0 poza

o . _ _9oR

e (X =0,7) Yioh 2
O (1 1y= DR
6X (I’T)_k(T)’ (3)

e A — xoadduuuenT Temionposoanoctu, Br/(m - K);
X=x/R (x — xoopnunara, 0 <x<R); q, u gy — yA€Nb-
HbIC TIOTOKHM TEIUIOTHI Ha MoBepXHOCTh (X =1) u ¢ mo-
BepxHOCTH (X = 0) TUTacTHHBI, B O0IEM ciy4ae 3aBUCH-
Iye OT BPEMEHH U YCIOBUI TerIooOMeHa.

PaccMoTpuM citydvaii, Koria u3 SKCIIEPUMEHTA U3BECT-
HBl TeMIleparypsl Tpex Iiockocreit: 7 =T(1;)=
=TX=1lL1), T;=T(t)=TX=2) n T)=Ty|y)=
=T (X=0) nna momentoB Bpemern 1; (i =0, 1, 2, 3,4, ...).
(B wactaom ciiywae Z = 0,5 (cepeanna MiacTHHBI).)

[Tpumem, 4TO B KOHIIE PACYETHOIO MHTEPBAa BpEMe-
HU At =1;—1,_, Temneparypa 7 (X) ruiacTiHbI 110 ee ce-
YeHHIO pacrpenensiercs o ¢popmyse [10]:

TX)=ay+aX>+a)(1-X), 0<X<1, X=x/R, (4)

The ag, a,, @, — Kod(pPUIHEeHTHl anmpokcuManuy (TIoKa
HEU3BECTHBI).

Torna ¢ yuetom (4) BeIpasKeHUS AJIsI TPEX TEMIIEPATyp
T(X) c xoopauHaramu x =0, x =z, x = R ¥ OTHOCHTEIb-
HbIMH KoopauHaramu X =0, X=7, X=1 1njis MOMEHTOB
BPEMEHHU T; NpUMYT BuA (37€Ch U Aajee Ui yNpOLIeHHs
3alMCH HE HUCHOJIb3YeM HHIEKCHI, 0003HaYaIoUIe HOMEp
MOMEHTa BPEMEHH):

Ty=T(0)=ay+ay, Q)
T,=T(Z)=ay+a,Z?+ay(1 - Z), (6)
T1:T(l):a0+a1. (7)

IIpu u3BectHbIX 3HaueHusAxX Iy, T, u T B KOHLE pac-
YETHOIO0 MHTEpBajla BPEMEHU PELICHUEM JIMHEHHOW cuc-
TeMbl ypaBHeHHH (5) — (7) MOXKHO TIOIYYHTh BBIPKEHUS
JUTS pacdyera KodOUIIMESHTOB dy, 4, d».
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[Ipeobpasys ypaBuenus (7) u (5), umMeem
ay = Tl —dy, (8)
a, = TO —dap. (9)

Bripaxxenue miis pacuera KodpQUIUEHTA a, TOTYyIUM
n3 ypasHenws (6), mojacraBuB B Hero (8) u (9):

1, -1, ~1,(-2)
zZ-72

(10)

ay =

CpesiHEeMacCOBYIO TeMIIeparypy Ui pacipeesIeHus
Temneparyp (4) B KOHIIC HHTepBaja BpeMeHH AT HaXOUM
UHTETPUPOBAHUEM:

1 1

:JT(X)dX =j[a0 +a, X2 +a,(1-X)]dXY =
0 0

@ a

2
= (11)

:a0+

VYpaBuenue Oananca Termiorsl miacTuHbl (0 <x < R)
JUIS pacUeTHOTrO MHTEpBaJla BpeMEeHU AT = T; — T,_ | UMEeT
BUJI:

cR (Tcp - Tcp.ﬂn) = (6]1 - qO)AT’ (12)
e ¢ — yjenbHas 00beMHas TEMI0eMKOCTh, [/ (M3 - K);
Tepuus Tep — CpEHEMACCOBBIE TEMIIEPATyPhl B HaYaie U
KOHIIE pacu€THOI0 MHTEpBaja BpeMeHU At.

BoIpa3um yznenbHbIE IOTOKHM TEIUIOTHI Yepe3 rpaJieH-

THI TEMITepaTyp ¢ yaeroMm (4) /Uit KOHIIa HHTepBaia At:

A OT A
—_— —a,, 13
qo = R6X( T)= Raz (13)
7» oT
q1 = R ox — (L )_ (2‘11 —ay). (14)

[ToncTaBUB BBIPOKEHUsI [UIs  OIMKMCAHHUS [OTOKOB
terwtotsl (13) u (14) B ypaBHeHHue OanaHca TeIOTHI (12),
HOJTyYUM

cR(T, :% (2a, )Ar. (15)

cp }m)

W3 ypaBHenus (15) naxogum ¢opmyny ajis pacuera
TEMIIEPaTypOIIPOBOAHOCTH !

AFoR?2
a, =— 16
T e (16)
rie
AFo—_ ‘epmm oo
a
ag+a,/3+a,/2—
AFo = 0 l/ 2/ cp HU . (17)

2a,
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Puc. 2. Temmneparypa rasza 7, u mapamMeTpsl TEMIEPAaTypHOTO MO
T, T,_gsu T

YnCeHHBIMH 3KCIEPUMEHTAaMH IO HCCIEAOBAHUIO
IIOTPELIHOCTH MeToja ycTaHoBieHo [5— 10], yro Benu-
YHHA pacyeTHOTO HHTEpBANTAa BpPEMEHH AT, =T,. | —T;
IPUMEpPHO JOJDKHA COOTBETCTBOBaTh uuciam Dypone
0,05 < AFo0 < 0,12 (AFo = a,At/R?, tne a, — TeMmIepary-
POIPOBOIHOCTE). 3HAYCHUE ¢, OTIPEACIACMOE LIS HHTEP-
Baja BpeMeHU AT, MO)KHO OTHECTH K CpeAHEUHTErpalb-
HOW Temmeparype MWIACTUHBL Ty, = (T + T ep.i- /2
JUISL BCETO HHTEPBajla BPEMEHHU HIIH CPEHEMACCOBOM TEM-
reparype B KOHILIE i-T0 MHTEepBaja BpeMeHH T, ;.

Takum 0Opa3om, 3HasT IKCIIEPUMEHTAIBHBIC TEMIIepa-
Typbl NOBEPXHOCTEH IUIACTHHBI B Tpex Toukax 7,(t,) =
=T(,1), TAt)=TX=2,t) n Ty(t)=T(0,1;), toe
i=0, 1, 2, 3, ..., MOXHO nocne)lOBaTeJlLHo HaYMHAas C
i = 1, onpenenurs ay, ay, a, Ty AFO, @y, qo; 1 G ;-

OTMeTHM, YTO d,; MOYKHO HAHUTH ISl KXKIOTO HHTEP-
BaJla BPEMEHH H, CIIEIOBATEIbHO, OMpPEACIHUTH 3aBHCH-
MOCTbH TEMIIEpaTypOIPOBOAHOCTH OT TeMmreparypsl a.(7')
(T: Tcp.m—n‘ wm 7'= Tcp.i+ 1)'

[IycTh n3 sKCHepUMEHTa I MOMEHTa BPEMEHHU (Ha-
npumep, i =4) 1, =320 ¢ U3BECTHHI TEMIIEPATypPbI ILIOC-
KocTel mmacTuHbl ToiaumHo R =0,07m: T, =T(1,1) =
=369,6, T.=T(Z, ’E<):346,8 Z=05) u I;,=T0, 1) =
=338,1 K. A Ty = Tep(t3) = 336,8 K (mony4ena us pac-
yeTa MO mpenpiaymemy (i =3) HHTepBaly BpPEMCHH).
CpennemaccoBas Temreparypa B Hadane [ = 1-ro WH-
TepBala BPEMEHH W3BECTHA W3 HAYaJIbHBIX YCIOBHI:
Tcp.x—m = Tcp(TiZO = O) = TH

Paccuntaem ko3 GHULINCHTH @, a; U ds:

T, -T2 -T,(1-Z) _

a
0 7-72
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Puc. 3. 3aBucumoctu ncxonnou a,(7') u pacuernoit a,(7) Temnepa-
TYPOIPOBOTHOCTH OT TEMIICPATYPbI

 346,8-369,6:0,5% —338,1(1-0,5)
0,5-0,52

—3414K,

ay=T, —ay=369,6 —341,4 =282,
ay=Ty—ay=338,1 -341,4=-33K.

Omnpenenum cpeTHEMACcCOBYIO TEMIIEPaTypy B KOHIIE
uHTepBana no ¢opmyine (10):

T, 28,2 —3—; =349,2K.

cp.i=4 = Tc

a, |
=ay+—+—=3414+
L T

Boruucniumv AFo u TemnepaTypoIrpoBOAHOCTh d, IO
tdhopmymnam (17) u (16):

Tcp _Tcp.Hu _ 349,2-336,8
242 2:282

AFo = =0,218,

_ AFoR?2 _ 0,2180,072
At 320-240

=13,5-107°.

T

g cnepyromiero MomMeHTa BpeMeHH (i=5) 15=
=400 ¢ pacyeT BBINOJHSIECTCA AHAIOTUYHO TIPH Ty,
=Topi=a=349,2K.

BunHo, 4T0 mpeuiaraeMelii METo JOCTaTOYHO IPOCT.

TouHOCTB pacuera TEMIEPaTypOIPOBOAHOCTH d, H
TpaHuUIl obmactu NPpUMCHEHNUA METOHdA OLICHUBAJIU, HC-
MONB3ysS 3apaHee PacCUNTAHHBIC TEMIIEPaTypHBIC MO
CTaNBHBIX IUIACTUH (TCIUIOPH3MUCCKIMU XapaKTCPHCTH-
KH CTaJH d,, ¢ U A U TPaHUYHBIC YCIOBHSI TEIIOOOMEHA
3aJaBaJIiCh). PacyeTsr IPOBOIMIN ¢ TIOMOIIBIO THAJIOTO-
BOW TPOTpaMMBI TSI MOJCIHPOBAHUS TEMIIEPATypPHBIX
noneit [10].

[o BBILICONUCAHHOMY aITOPUTMY OLPEEISUIH 3aBU-
CHMOCTh TEMIIEPaTYPOIPOBOJHOCTH Marepuaia OT TeM-
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Puc. 4. OTHOCHUTENBbHBIE TIOTPEIIHOCTH ONpPEICICHUS TeMIepary-

POTIPOBOAHOCTH IO HECHMMETPUYHOMY TEMIIEPATypHOMY IIOJIO0
CTaIbHOM mIacTUHbI TONMmuHON R = 0,07 M

nieparypsl a.(7) u cpaBHUBalM €€ C M3BECTHBIMH 3Haue-
HusMH a,(T), Ipu KOTOPBIX PaCCYUTHIBAIIOCH MCXOIHOE
(TecToBoe) TemrepaTypHoe MoJe.

Ha puc. 2 npuBenensl temneparypa raza 7, u napa-
MeTpBI TeMneparyproro monst T, T,_s u Tj ans crans-
HOM IU1acTUHBI TOMIKUHON R = 0,07 M (MHTEpBaj BpeMEeHU
At = 80 c). Benmmunnaa AFo mensutack ot 0,22 o 0,09.

3aBucUMOCTH KO3()(DUIIMEHTOB TEIJIO- U TeMIepaTy-
POIIPOBOJHOCTH CTalK OT TEMIIEPaTyphl Uil TECTOBOTO
TOJIS ANMPOKCUMHUPOBAIIN JIOMaHbIMH JTuHUSAMH [ 10] (pac-
YeT BBIMOJHSIN MPH TPaHUYHBIX YCIOBUSAX 3-TO U 2-TO

pona):
A =63,404 —32,567/1000, T<1142,72 K,
A =16,228 +8,7217/1000, T> 1142,72; (18)
a,= (18,1 —13,4T/1000) - 106, T<977.,6,
a, = (3,378 + 1,6677/1000) - 105, T>977,6 K. (19)

VaenbHbIE TOTOKK TEMIOTHL ¢ B gy (BT/M2) cooTBeT-
CTBEHHO Ha BEPXHIOIO MOBEPXHOCTH (X = R) W C HIDKHEH
MOBEPXHOCTH TUIACTHHBI (X = 0) 3amaBanu kodpQuimeH-
TaMu paguanuornoro [o = 4,0 - 10~ Br/(m? - K*)] u koH-
BekTHBHOTO [0 = 30 B1/(M? - K)] TEm1006MEHOB B BUJIE:

q, =o(T} _T]4)+(X'(Tr -Ty)=
=4,0-108(T# _T14)+ 30(T. —T,), (20)
qo= 1000 + 5T, 21)

[1pu 5TOM ¢) 3aKaBATICh 3HAUYUTEIBHO HUKE ¢, TOCKOIIb-
Ky HIDKHSS TIOBEPXHOCTH ITACTUHBI IIPU HArPeBe OOBITHO
TETION30JIMpYeTCs (HalprMep, METaIT Ha IOy TIedH).
Ha puc. 3 npuBeneHsl 3aBUCUMOCTH UcXoaHOH a,(T')
u pacuetHol a,(7") TeMIepaTypornpoOBOAHOCTH OT TEMIIe-
partypsl, noxydeHHble o dopmynam (17) u (16). Bugno,
YTO MOTPEHIHOCTh pacyeTa 3HAYUTCIHFHO BO3pPAcTaeT I0-
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CJie U3MEHEHNUS 3HaKa NMPOU3BOAHON ¢yHKIMHU a,(7) npu
T~ 978 K, a 3aTeM CHHXKACTCH.

Ha puc. 4 moka3aHbl OTHOCHTEILHBIC TOTPEITHOCTH
pacueTHOr0  ONIPEAENCHHUsS TEeMIIepaTypOIPOBOIHOCTH.
Bunno, uro nammenpmas (MeHee 2 %) TOTPENIHOCTH
HaOromaercs o MoMmeHTa BpemeHu T = 5000 c, kxoraa
npou3BoHas GyHKIUH a,(7T) MEHSET 3HaK C MHUHYycCa Ha
IUTIOC.

CpenHekBagparuyHoe oTkiIOHeHUe a.(1) oT ucxon-
Horo a,(T) [ BCero auama3oHa BpPEMEHH COCTaBHIIO
3 %. MOXHO TPEATOIOKUTh, YTO Ui OoJiee TOHKOM mia-
CTUHBI U/WITK NIPU PEXKUMAX HArpeBa, ONU3KUX K PEKUMY
q ~ const, TOTPEIIHOCTH OyIyT MEHBIIIE.

Bripaxenue (4) J0BOJBLHO TOYHO AIlMPOKCHMHPYET
pacnpezeneHue Temreparyp U uX rpalueHTOB COOTBETCT-
BEHHO I10 CEYEHHIO IUIACTHHBI U Ha €€ TpaHuLaxX 110 TpeM
toukaMm (X = 1; 0,5; 0).

Ha puc. 5 npuBeneHbl 3Ha4eHUS TIOTOKOB TEILIOTHI Ha
noBepxHocTh (X =1) u ¢ noeepxHocru (X =0), paccuu-
TaHHBIE TI0 TPaJMEeHTaM TEeMIIepaTypHOro moiyisi. BuaHo,
YTO TPaJMEHTHl TeMIeparyp Ha oborpeBaeMoil moBepx-
HocTH (X = 1) onpenensrorcst TouHee. [10ToK TeIIOTH Ha
IIOBEPXHOCTb ¢ CHayuaya ysenuuusaercs 1o 52 000, a 3a-
Tem ymenbiaercs 10 37 000 Br/m2. Tlpu 5T0M TOTOK Te-
IUIOTHI C HUYKHEN TIOBEPXHOCTHU ¢y IIOCTOSIHHO PACTET.

[t yTOUHeHUS TpaHuIl 00JacTH MPUMEHEHHSI METO-
Jla TeMIepaTypolpOBOAHOCTb IO TEMIIEPATYPHOMY HOJIO
CTaJbHOM TUTaCTUHBI TonmmHOW R = 0,1 M paccuuTsiBamN
IPU aHAJOTUYHBIX TPAaHUYHBIX YCIOBHSAX TEIUIOOOMEHA.
CpenHekBaJpaTUyHOE OTKIOHEHHE 3aBUCUMOCTH a,(T) oT
ucxoaHoi a,(7T) nist Bcero Auana3oHa BpEMEHH U TeMIle-
paryp coctaBmio okojio 5,3 %. MOXXHO MpPEIoNIOKUTh,
4TO JUIsl PACCMOTPEHHBIX YCIOBH, 4TOOBI 00ECHEYUTDH
MPUEMJIEMBI  YPOBEHBb MMOTPELIHOCTH, MaKCHMajbHas
TOJILIMHA MJIACTUHBI HE T0JKHA npeBbiarh 0,07 M.

Jus onmcanus 3aBucumoctd 1 (X)) MpUMEHSUIH Tak-
XKe (DYHKITHIO

T(X)=ay+a X2+ a1 - X). (22)

Pesynbrarhl, moiryueHHbIe TIpU UCTioNb30BaHuH (4) U (22),
MPAKTHYECKH COBITANH.

OTMmeTHM, 4TO B ypaBHEHUM OayiaHca TeruioThl (12)
HCTIONB3YIOTCS CPeHUE JJIsl MHTEpBaja BPEMEHU ITOTOKH
TETIOTHI ¢ = ¢y, @ B Gopmynax (13) u (14) — moTokwu Te-
IUTOTHI TSI KOHIIAa BPEMEHHOTO WHTEpBaia g = ¢,. llpu
BbIBOzie (opmya (16) u (17) u pacyere Mo HAUM MPHUHSTO,
YTO JTH ITOTOKH PaBHBL B ciydae 3HAYUTENBFHBIX H3MEHE-
HUI ¢ Ha pacd4eTHOM MHTEpBaje AT MOTPEIIHOCTh OTpeie-
JICHUS @, TOJDKHA YBEIMUUBATHCS, TOITOMY JJISI TIOBBIIIIC-
HUsI TOYHOCTHU PacueTa TeMIIepaTypOIpOBOAHOCTU B (Hop-
mynax (12) — (14) cnenyer UCHoNb30BaTh pa3HbIE 3Haue-
HUS G, U Gy

Takum 00pa3oM, IPEIOKEHHBIN aITOPUTM IS pac-
YeTa TEeMIIepaTypOIPOBOAHOCTH YHCIEHHO-aHAIUTHYC-
CKUM METOJOM II0 HECUMMETPHYHOMY TEMIIEPATYPHOMY
nomo 7 (x, T) MIACTHHBI TOJIIMHOM R, MOIYyYCHHOMY B
pe3ynsrare GU3NIECKOTO SKCIIEPUMEHTA, ITO3BOINI HAUTH

55000 8000
o .’~' o
] 7000 =
= =
m m
- 50000 6000 =
ol NS
g 5000 £
= g
5 5
& 45000 4000 &
2 o
g g
S 3000 &
=

= ¢, 1o (20) :;
E 40000 s sqmo(14) 2000 £
el =
£ 4o 10 (21) 2
S - - = -gomo (13) 1000 =

35000 0
0 2000 4000 6000 8000
Bpewms, ¢

Puc. 5. Vcxonusle (CIUIOLIHBIC JINHUY) U pacYeTHBIE (ITyHKTHPHBIE)
MOTOKH TEIUIOTHI Ha IOBEPXHOCTH ¢, [0 (14) u (20)] u ¢ moBepx-
HOCTH ¢ [0 (13) u (21)]

HCKOMBIe pereHus. [Ipu 3ToM TeMnepaTypornpoBOIHOCTb
paccUnTHIBACTCSl C HCIONB30BAHUEM MPOCTHIX (HOPMYI
UL KaXIOTO BPEMEHHOTO HMHTepBama AT, =T,— T, ; IO
TeMIIepaType B TpeX TOYKax ¢ koopawHartamu x =0, z, R
(0 <z <R) nnst MOMEHTOB BpeMeHH T,. OlleHKa TOYHOCTH
OTIPEICTICHUST TEMITEPaTypOIIPOBOTHOCTH . (7') TIO TecTo-
BOMY (HCXOZHOMY) TEMIIEPAaTypPHOMY IIONIO CTaJbHOM
MIacTuHBl TonmuHou R = 0,07 M, pacCd4UTaHHOMY METO-
JIOM KOHEUHBIX Pa3HOCTEH C 3alaHHOW TeMIIepaTypoIpo-
BOJHOCTBIO @,(T) pyu TPaHUYHBIX YCIOBHUAX 2-TO U 3-TO
pozda, mokasania, YTO CpEIHEKBaJPaTHYHOE OTKIOHEHHUE
a(T) ot ucxonHo# 3aBucumoctu a,(7") s Bcero auara-
30Ha BpeMeHU cocTaBuio 3 %. Haubonbmmue norpemxo-
CTM OTMEYEHBI IIOCIIC H3MEHEHMs 3HaKa NPOU3BOIHOM
da,(T)/dT. Ha nuneiinom yudactke a,(7) HMOTPEMHOCTH
OTIPEIICTICHUST TEMIIePaTyPOIIPOBOIHOCTH HE TPEBHIIIANA
2 %. PaccMoTpeHHBII MeTOn HE TpeOyeT CTPOroro coomo-
JCHUS CTAHJAPTHHIX (CTAOWMIBHBIX) TPaHIMYHBIX YCIOBHH,
YTO 3HAYUTEIBHO YIPOIIACT OPTaHU3ALUIO dKCIIEPHUMEHTA
U JaeT BO3MOYKHOCTB IPOBECTH €TO B PEaTBHBIX YCIOBUIX
IKCIUTyaTalllii MaTepuaa.
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NCITOJIb30BAHUE MATHUTOMETPUYECKOI'O METO/JA
JIJIA UCCJIAEJOBAHUA ®EPPUTHO-MAPTEHCUTHBIX CTAJIEN

© M. 10O. BbeaombiTues, E. U. Ky3bko, II. A. IIpoxodnen

HUTY «MHUCuC», Mocksa, Poccus.

Cmamusa nocmynuna 23 uions 2016 2.

O6ocHOBaHa BO3MOKHOCTH TIPUMEHEHUSI MATHUTOMETPHYIECKOTO METO/a aHaIn3a (Ha OCHOBE M3Mepe-
HHSI MATHUTHOM MIPOHUITAEMOCTH) JUIS OTIPEIeIICHUS CTPYKTYPHBIX XapaKTepPUCTUK 00pasIoB (eppur-
HO-MapTEHCHTHBIX CTaJIei, OOJIaNaIOIMX BBICOKOH YCTOIYMBOCTBIO MEPCOXIAKICHHOTO ayCTCHHTA.
CrpyKTypa Takux cTayieil mpu KOMHATHOW TEMIIEpaType COCTOUT U3 MapTEHCHUTA U BEICOKOTEMITEPaTyp-
Horo d-(eppura. Paspaborana ycTaHOBKa, MO3BONISIONAS H3MEPATh MATHUTHYIO IPOHUIIAEMOCTH H TI0
3THM JIaHHBIM OIIPENIEIATH Temieparypy Kropu 00pa3LoB Ipu UX OXJIKICHHH OT TeMIIeparyp y-oonac-
TH JI0 KOMHaTHOI. OCHOBa YCTaHOBKM — KaTyIlIKa HHAyKTUBHOCTH, COSIMHEHHAs MapauIelbHO C KOH-
nencaropoM. (Takolt koneOGaTenbHBIH KOHTYP OBLI HACTPOEH HAa PE30HAHCHYIO YAaCTOTY B JHAIa30HE
40— 80 k') B xarymiky nomernany IpeiBapuUTeIbHO HarpeTsblid 10 Temmeparypst 1100 °C obOpaser.
TTokazaHo, YTO OTHOCHUTEIBHOE U3MEHEHUE UHIYKTUBHOCTH N3MEPUTEIILHOM KaTyILIKH BMeCTe ¢ 00pas-
TIOM TIPH HEMPEPHIBHOM OXJIAXKICHNH 3aBHCHT OT CTPYKTYPHOTO KJIacca MCIBITYeMoi cTanmd. B cimydae
(heppUTHO-MAPTCHCUTHO CTAN H3MCHEHHE HOCHT JIBYCTaIUHHBII XapaKTep: BHaYae (B MOMCHT IOSIB-
neHus peppomarHeTnsMa B peppure) peskuii poct (1pu Gosiee BHICOKOH TeMmepaType), a 3aTeM (TpH J1a-
JIBHEHIIIEM OXJIAKICHHUH M3-32 00Pa30BaHMs MapTEHCUTA) TIOJIbEM CTAHOBHUTCS OoJIee T1aBHbIM. J[71st 00-
PasoB (eppHTHOMH CTAIM HAOMIONACTCS TOJBKO CTaIUs OBICTPOTo M3MEeHeHus (IIpH TeMreparype Kropu
(eppura). B ciydae crany ayCTeHHTHOTO Kiacca Pe3koe M3MEHEHHE MarHUTHOM MPOHUIACMOCTH OT-
CYTCTBYET BIUIOTH 0 KOMHATHOH TeMmepaTypsl. [Ipn 3ToM pocT MarHUTHOH MPOHUIIAEMOCTH HPOTIOp-
I[IMOHAJIEH COICPKAHUIO d-(heppHTa B CTPYKType. DTO MO3BOIAET Pa3feNATh BKIAT OT ABYX (eppomar-
HHTHBIX CTPYKTYPHBIX COCTABILIOLIMX — MapTeHcuTa M d-peppura. IIpeanaraeMas MeToauka aacT
TaKke BO3MOKHOCTB OIPEJIENSATh TEMIIEPATyphl Havasia U KOHIIA MApTEHCUTHOTO npeBpartenust. OneHe-
HBI alIapaTypHBIE U SKCIICPUMEHTAIBHbIE OTPEITHOCTH pa3paboTaHHOTO MOAXO/A.

KioueBble ciioBa: (heppuTHO-MApPTEHCUTHBIC CTalM; MAarHUTHAS TPOHUIIAEMOCTH; TEMIeparypa
Kropu; 6-pepput; MapTeHCHT.
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The possibility of using magnetometric analysis based on measuring the magnetic permeability of samples for deter-
mination of the structural characteristics of ferritic-martensitic steels possessing high stability of undercooled austen-
ite is substantiated. The structure of those steels at room temperature consists of martensite and high-temperature
d-ferrite. A facility has been designed and manufactured that provides measuring the magnetic permeability and, us-
ing the data thus obtained, determine the Curie temperature of ferritic-martensitic steel samples upon cooling them
from the temperatures of the gamma region to room temperature. The inductance coil connected in parallel with the
capacitor is the heart of the installation. The oscillatory circuit is tuned to a resonant frequency in the range
40 — 80 kHz. The test piece is placed in the coil preheated to a temperature of 1100°C and in fact is the inductor core.
It is shown that the relative change in the inductance of the coil together with the sample during continuous cooling
depends on the structural class of the steel under test. For ferritic-martensitic steel the change is two-staged: the first
abrupt change (at a higher temperature) corresponds to the onset of ferromagnetism in the ferrite, the second is
smoother occurs upon further cooling due to martensite formation. For ferritic steel samples there is only one sharp
change at the Curie temperature of the ferrite. When testing samples of austenitic steel, there is no abrupt change in
the magnetic permeability up to room temperature. It is shown that the magnitude of the effect corresponding to the
onset of ferromagnetism in ferrite is proportional to the content of é-ferrite in the structure. This makes it possible to
separate the contribution of two ferromagnetic structural components, martensite and d-ferrite. The developed tech-
nique also makes it possible to determine the temperatures of the beginning (Mn) and the end (Mk) of the martensitic
transformation. The implementation and experimental errors of the developed installation and measuring technique
are estimated.

Keywords: ferritic-martensitic steels; magnetic permeability; Curie temperature; d-ferrite; martensite.
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Ilpu Ha3HAYEHHHU MapaMETPOB TEPMHUUECKOH 00pabOTKH
3aKaJMBaeMBIX CTallell HEOOXOOMMEI TaHHBIE O TEMIIepa-
Typax ux (pa3oBBIX MpeBpalleHUi: TeMIepaTypHbIX Ipa-
HUIaX JByX(a3HbIX obOiacTeit npu Harpese (4, U A;) |
OXJKACHUN (As, A;) U XapakTEpHBIX TEMIIEpaTypax
MapTeHCUTHOTO TipeBpamieHus (M, u M,). Mertons! momy-
YEeHUs JJAHHBIX Pa3HOOOpa3Hbl: 3TO MOTYT OBITh METAJIO-
rpadudecKie HAONIOACHUS, W3MEPCHHS MEXaHHYECKUX
CBOWCTB, TUJIATOMETPUUECKHUE U KAIOPUMETPUIECKUE U3-
MepeHus. [IpIMEHSIOT U MarHATOMETPHYCCKHN aHAIN3
[1, 2], KOTOpPBIl MPOBOIAT IO JAHHBIM O KOIPLUTHUBHON
cuie [3 — 9], MakCUMaJIbHON MarHUTHOW MTPOHUIIAEMOCTH
[3-5,9,10], ynenpHOH HaMarHWYEHHOCTH OO0pa3loOB
[8, 11 — 15], ocrarounot mHIyKIMU [3 — 5], MarHUTHOU
BOCIIPUUMYHUBOCTH [9, 16], 0cOOEHHOCTSAM NETIN MarHUT-
HOTO THcTepe3nca [7]|, HaAMarHMYCHHOCTH HACHIIICHHS
[9, 17], Toukax Kropu [7, 13, 14] u npyrux O6omnee TOHKHX
a¢dexrax [18, 19]. Beibop MeToma 3aBUCHT OT HCIIOJb-
3yeMoro o00pyJAOBaHUs, OCOOCHHOCTEH HCCIEAyeMOro
Marepuana, BO3MOKHOCTH HHTEPIPETALUH ITOTYIaeMBIX
PE3yIBTaTOB.

[Tpu cranmapTH30BaHHOM CIIOCOOE aHaIM3a MarHUT-
HBIX CBOWCTB CTaJIell /Ui ONpeAeTIeHUs COepKaHMs Mar-
HUTHOH cocTaBIstoNIeH (peppruta u MapTeHCUTA) B aycTe-
HUTHOU Matpuue [20] ucnonb3yroT npubops! (pepputo-
METpPHI), OCHOBaHHBIC HA M3MEPEHUH JHOO CHIIBI OTPHIBa
MOCTOSIHHOTO MarHUTa CTaHJIApTHOW (OPMBI OT MOBEpX-
HOCTH aHAIIM3UPYEMOTo o0paslia ¢ onpezaeiicHueM «dep-
PUTHOTO YHUCNa», TUO0 yAeTbHOH HAMarHU4eHHOCTH Ha-
CBIIIICHHS 00pa3iia ucClIelyeMOoi cTalu 3aJaHHON (HOPMBI
C OIpeneNieHUeM cojepKaHus (GeppuTHON (as3bl B Mpo-
neaTax. OHAKO 9TH METOAWKH HE MO3BOJIIIOT Pa3IeisTh
BKJIAJ] OT PA3IMYHBIX CTPYKTYPHBIX (DepPOMArHUTHBIX CO-
CTABJIIONMX (HAapuMep, Gpeppura U MapTEeHCHTA) B 00-
M 3PPEKT OT MArHUTHOTO COCTOSHUSL.

Llens pabOTH — IPUMEHEHHE MarHUTOMETPUIECKOTO
MeToza Ui aHallu3a CTPYKTYPHOTO COCTOSIHHS CTajei
(heppHUTHO-MaPTEHCUTHOTO KJIacca U ONPEICICHIS TeMIIe-
paryp ux ¢$a3oBbIX IIPEBpAILCHUI.

UccnenoBanu cranmu c¢ coxepxkanueM ~13 % macc.
xpoma u 0,1 — 0,2 % macc. ymiepozaa, gerupoBaHubie Ni,
Mn, Si, Mo, W, Nb, V, Ta, B (ux mpoToTumsl: craiu
OI450 — 15X13M®EP u 211823 — 18X 13C2MB®ELBP).
B 3aBUCHMOCTH OT KOJIMYECTBEHHOTO COJCPKAHUS JICTH-
PYIOLINX AJIEMEHTOB CTAJU UMEIOT Pa3InYHOE COOTHOILIE-
HUE JIByX 0a30BBIX CTPYKTYPHBIX COCTABISIONINX — Map-
TEHCUTA ¥ BBICOKOTEMITepaTypHOro ¢gepputa (5-heppura,
HE Y4YacTBYIOIIETO B ()a30BO-CTPYKTYPHBIX NpeBpaile-
HUSX TIpU TeMIepaTypax tepMmoodpadboTku). Kpome Toro,
B CTPYKTYpe MPHUCYTCTBYEeT HE3HAUUTEIHLHOE KOTUYECTBO
kapoumoB. OOmas 0coOEHHOCTh CTaliel — BBICOKAs
YCTOHYMBOCTh ayCTEHHUTA MPH OXJIAXKICHHH OT TeMIlepa-
Typ Yy-001actu (naxe Mpu OXJaKICHUH BMECTE C IEYbI0
pacman aycTeHUTa WACT TOJIBKO 10 MapTEHCUTHOMY Me-
XaHHU3MY), YTO TO3BOJISIET HCIIONB30BaTh KaJIOPUMETPH-
YECKHM U JUIaTOMETPUUYECKUN METOABl aHaIM3a JAJIsl Oll-

penenenus A, A,. MeTon 3akajiku OT MOCIIEN0BATEIHHO
TOBBIIIAIONIUXCS TEMIIEPATyp € MOCIEAYIONUM METaJlIO-
rpa@UYecKuM aHAJM30M CTPYKTYpPHl TaKKe MCKIIOYEH,

MIOCKOJIBKY HCXOIHBI MapTEeHCUT — CTPYKTypa, IOiIy-
YAIOIIASACS TMOCNE 3aKaJKH OT TeMIepaTrypbl, MPEBbIMIa-
fouleil rpanuny (y + o)-001acTH, — 3TO OTIYLICHHBIH

UCXOMHBIII M «HOBBII» MAapTEHCHUT, 00pa30BaBIIMiicA
U3 TOW 4acTH CTPYKTYpHl, KOTOpas MpeBpaTHiIach B aycre-
HUT NIpH HarpeBe. Mertamtorpadguuecku oda MapTeHCUTA
B (epPUTHO-MAPTCHCUTHBIX CTAJISIX HEPA3ITHIUMEL. MeTo-
JIbl U3MEPEHUS] MEXaHUIECKUX CBOWCTB (TBEPIOCTH, pac-
TSOKEHUS, CKaTUs1) 3aTPaTHBI IO BPEMEHHU U PECYPCaM.

IIpu wu3MepeHMM MarHUTHOM IPOHUIAEMOCTH HC-
CJIeJlyeMBbIX CTaJlell B KaueCTBE KPUTHUECKUX TEMIIEPaTyp
T, (temmeparypa Kropm c¢eppomarauTtHeix ¢a3) u M,
(Ha4amo MapTEHCUTHOTO MPEBpALLEHHs) TPUHUMAIU 3Ha-
YEeHUSI, COOTBETCTBYIOIINE MOMEHTAM PE3KOTO POCTa Mar-
HUTHOH NPOHMILIAEMOCTH MIPH OXJIKIEHUU. TOYHOCTh U3-
MepeHnii coctaBmsuia £5 °C. OTHOCHTENBHAsT OIIMOKa
MarHUTOMETPHUYECKOTO OTpENeNICHHsT KOJIHYecTBa O-(ep-
puta He mpessimana 12 %. B meramtorpaduueckux uc-
CIICIOBAaHUSX OOBEMHBIC NONH (a3 ONpENeIIUIN TOYeU-
HBIM METOZIOM C IOIPEIIHOCTbIO 5 %. MaruuTtHsle CBOM-
CTBa KapOWJOB HE aHATM3HPOBAIN BCICACTBUEC MX MAJIOH
00BEMHOW IO B HCCIEAyEeMBIX oOpasnax. Onpeaesnsim
TaKKe TeMIeparypol A, U A ;.

OCHOBY YCTaHOBKM COCTaBJIsjla KarylIka HHIYK-
TUBHOCTH, HAaMOTaHHas Ha KBapLEBYIO TPYOKYy BHTOK
K BUTKY (IUaMeTp MEIHOTO TIpoBOAa B TEIIOHOBOM
m3osanun — 0,3 MM, KOJau4ecTBO BUTKOB — 20, oOmmas
JUIMHA KaTyIIKH — ~15 MM, JJuaMeTp BUTKOB (HAPYKHBII
JuaMeTp KBapueBoil TpyOku) — 18 mm) (puc. 1). diuna
KBapIieBol TpyOku cocraisuia 70 cMm. JImuHHAS ee JacTh
(~45 cM) uepe3 TEIUIOM3OJALMOHHYIO (YTEPOBKY IPO-
xomuna B neur Harpesa (CHOJI 12/13), koporkas
(~25 cM) BMecTe C HM3MEPUTEIBHOM KaTyLIKOM HaxomIu-
jmacb BHe meuu. IIpu 3ToM Karymika pacrosarajach Ha
paccrogHuu ~120 MM OT BHELIHEW IOBEPXHOCTU TEILIO-
U30JIIUOHHON (yTepOBKU. BHyTpeHHHI nauamerp KBap-
1eBoit TpyOku (14 MM) ompenessit npeaeabHbIC Pa3Mephl
uccllelyeMbIX 00pa3loB (MakcHUMalbHbIM pa3Mep more-
peuHoro ceueHus — He 6onee 10 MM, pazmepsl 00pas3IoB
B (opMe IWIMHIPUKOB WIN KyOWKOB BEIICPIKHBAIH
B JUana3one 6 — 8 Mm).

IIpuHIMn nelcTBHUS MU3MEPUTEIBHOW YacTH COCTOSII
B CleAylomeM. M3MepuTenbHas KaTyIIKa, COCTUHECHHAS
napajjielIbHO C KOHJIEHCATOPOM, COCTaBIIsLIa KoebaTelb-
HBI KOHTYp, HAacTPOEHHbI HA PE30HAHCHYIO 4YaCTOTY
(~50 xI'y). [Ipu moMenieHuy B KaTylIKy MeTaNIM4eCKHi
o0paser] Wrpan poyib cepieuHHuKa. MHIYKTHBHOCTH Ka-
TYLIKA MEHSUIaCh, YTO MPUBOAMIIO K U3MEHEHHUIO YacTOThI
KoJicOaHMI KOHTypa. DJIGKTPOHHAs CXeMa, OCHOBaHHAsS
Ha Mukponpoueccope ATmega, BkjIroyana TpU KaHajia
M3MEpCHHUS M MO3BOJISIA (PHUKCHPOBATH JaHHBIC 00 H3Me-
HEHHUM YacTOThl KOJe0aTeIbHOro KOHTYypa, TeMIeparypax
o0pasiia, U3MEPHUTENBHOM KaTyIIKH, OKPYXKAroIIeH cpene
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Puc. 1. Cxema ycTaHOBKH (@), 9cku3 o0pasia ¢ Tepmonapoii (6),
uHTEp(elc MPOrpaMMbl PErHCTPALIMY JAHHBIX (6 ): [ — 1edb Harpe-
Ba; 2 — oOpaselr; 3 — kBapleBas TpyOKa; 4 — M3MepHUTeIbHas Ka-
TyIIKa; 5— TepMoIiapa B aJIlyHIOBOM 4Y€XJI€ JIs1 UBMEPEHUSA TEMIIC-
partypsl oOpasua

Y TEKylIeM BPEeMEHHU. 3HAYCHHS MTapaMeTPOB BBIBOJIMIHCH
Ha SKpaH KOMIIBIOTEpa B PEXHMME PEaJbHOTO BPEMEHH.
B kauectBe mporpaMMHOTO 0OECIEYCHUS HCIIONB30BAIH
LabVIEW u GNU Octave/MATLAB. Pa6ouyio Tepmo-
napy u3 npoBoJoku nuamerpom 0,15 mm kiacca XA (xpo-
MEITb-aJIFOMEIb) TOPSYNM CIIaeM MOMEIIAIH B BBIPE3 B 00-
pasie ¢ TaKUM PacuyeToM, YTOObI €€ «IIAPUK» HaXOAMJIICS
B cepeauHe (cM. puc. 1, 6).

[Ipn TecTMpoBaHUHM YCTAHOBKH B «XOJOXHOMY» CO-
CTOSIHUM B KaTyIIKy BBOJMJIN 0Opa3Ibl METAJIIOB C pas-
HBIM THUIIOM MarHeTu3Ma: MeIu (IMaMarHeTHKa), aJlloMH-
HUSI (TTapaMarHeTrka), ayCTCHUTHOM U (peppUTHON cTanen
(beppomarneTrka). B cimyuae HedeppOMarHUTHBIX cep-
JICYHUKOB (KpHBas /, PUC. 2) MHAYKTUBHOCTh YMEHBINA-
macb Ha |—4% wu, HampoTWB, YyBEIWYMBAJACh Ha
15 —25 % npu BBeneHHH (HeppPOMATHUTHOTO CEPICUHHKA
(xkpuBas 2).
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Puc. 2. BrnusiHue THma MarseTm3Ma cepieuHuka (oOpasia) Ha u3-
MEHEHHE WHIYKTHBHOCTH M3MEPHUTENbHON KaTymku: 0 — Hadaib-
HBIH YPOBEHb MHIYKTHUBHOCTH; / U 2 — OTKJIMKU U3MEPUTEIbHON
CHCTEMBI Ha BBEJICHHE TUAMarHUTHOTO (Meab) U (heppOMarHUTHOTO
(ctainp 10) 06pa3uoB (4 u 5 — MOMEHTHI BBOJIa M BBIBOJIA TECTOBOTO
o0pasia COOTBETCTBEHHO)

OKCHeprUMEHTBl ¢ (HeppPOMArHUTHBIMH 00pa3aMu
MIPH TTOCIIEIOBATEIIbHOM YMECHBIIICHHH WX Pa3MEpPOB TOKa-
3aJld, YTO YYBCTBUTEJIBHOCTb YCTAHOBKH COCTaBISET
0,02 %.

Harpesas u oxnaxgas o6pa3ibl B U3MEPUTEIbHON Ka-
TYIIKE ONPEACISUIA CTPYKTYPHBIE U TEPMUYCCKUE XapakK-
TEPUCTUKU MaTepHalIOB. AJITOPUTM SKCIEPUMEHTa Clie-
nyromuii. O0pasel uccienyeMoil cTajal co BCTaBICHHOM
B HEro TepMOIapoi cHayaja BBOIWIM B U3MEPUTENIbHYIO
KaTyIIKY JUIs ONPEICTICHHUS YPOBHS HAauaIbHOM (0a30BOK)
YacTOThI, a 3aTE€M €ro NOMEILAIH B IieYb, IPEJBAPUTEIILHO
pasorperyro g0 1100 °C. Pa3zdpoc Temrieparyp B 30HE Ha-
rpesa Ha JyHe 100 mm He npeBbiuai 3 °C. Obpa3zel] BbI-
JIEp’)KUBAJIM B TIeun B TedeHue 2 —4 MuH. 3a 3TO Bpems
ero Temreparypa ysenuuuaiach 10 ~1095 °C (koHTpo-
JUPOBAIIH 110 MTOKa3aHMSIM Ha JUCIIIee KOMIIBIOTEpa) U Jia-
nee nepecraBasa pacTu. (s Bcex uUcclieyeMbIX craieit
(heppUTHO-MAPTEHCUTHOTO KJIacca 3Ta TeMIeparypa 3aBe-
JIOMO HaxomuTcsi B y-obyactu.) Ilporpersiii oOpasery
ObICTPO (~2 C) TOMEHIATN B M3MEPHUTEIBHYIO KATYIIKY.
Bo Bpems sToli omepauuu €ro Temieparypa ycrepaja
cHU3uTHCs 710 950 °C. 3arem oOpa3zer] OCThIBaJ B KaTYIIIKE
no temreparypsl 100 °C (unorna u Huxke). B mponecce
OCThIBaHHS (DUKCHPOBAIM MarHUTHOE COCTOSIHUE CHCTe-
MBI Karymika — obpasen. McceienoBamum mo Tpu obpasua
Ka)JIOTO Marepuara.

Ecnu B cTpyKType Hapsiy ¢ ayCTEHUTOM MPUCYTCTBO-
BaJ O-(QEeppHUT, TO MPHU OXJIAXKJICHUH 00pasia /10 TeMIiepa-
Typbl, PaBHOW WM 4yTh HIKe ero Toukud Kropu, oH
YCIIOBHO OJIHOMOMEHTHO MEPEXOusl B (eppoOMarHUTHOE
COCTOSIHHE, YTO PE3KO YBEIMYMBAJIO UHIYKTHBHOCThH Ka-
TYIIKA ¥ (UKCUPOBAJIOCH MO0 M3MEHEHHIO YacTOTHI KOJie-
OaresnbHOro KOHTYpa (Kpusble 2 u 4, puc. 3, a). [Ipu gans-
HelimeM ocTeiBaHUU oOpasna ot T, 1o M, Habmoaanoch
IUIABHOE YMEHbIICHUE MHIYKTUBHOCTH HW3MEPHUTEIBHOTO
KOHTYpa, HO TPH JOCTHKEHUH TeMIIEpaTypbl Hayajia Map-
TEHCUTHOTO MPEBPaIleHUs] HHIYKTUBHOCTh OISATh CHIIBHO
Bo3pacrana (kpusbie 3 1 4 ).
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Puc. 3. 3aBUCUMOCTD OTHOCHTENIBHON HMHIYKTUBHOCTH H3MEpH-
TEJNFHON KaTylIKH ¢ 00pa3ioM (a) u 6e3 Hero (6 ) OT TeMIlepaTyphl:
1 — aycrenutHas cranb 08X18H10T; 2 — 4 — 13 %-s xpomucras
ctanb co 100 % &-deppura, 100 % mMapTeHCHTa U IPUCYTCTBUEM B
CTPYKTYpe MapTeHcUTa u O-heppHuTa OTHOBPEMEHHO (A u b — 3¢-
(hexTHI OT MOsiBNICHNUS peppoMarHeTusMa B -peppurte 1 MapTSHCHUT-
HOTO TIpEBpAILCHHS)

Ecmu cranp oTHOCWIACh K MapTCHCUTHOMY Kiaccy
U O-(QeppHUT OTCYTCTBOBAJ, TO PE3KOEC U3MEHEHHE MArHUT-
HBIX CBOWCTB (DPHKCHUPOBAIH TOJBKO B MHTCPBAJIC TCMIIC-
patyp MapTeHCHTHOIO mpeBpamieHus (kpusas 3 ). B ciy-
yae craiu (EeppUTHOrO Kiacca M3MEHEHHWE MArHUTHBIX
CBOWMCTB MPOMCXOAWIO Mpu ee Temmeparype Kroopu, uro
COOTBETCTBOBAJIO MEPEXOJy MapaMarHUTHOTO O-peppura
B (peppoMarHuTHOE cocTostHue. OHAKO B 00IACTH TEMIIE-
paTyp MapTE€HCUTHOTO IPEBPAILEHHUS 3HAYMMOIO U3MEHE-
HUSI MarHUTHBIX CBOMCTB He HaOmonanu (kpusas 2 ). Jlus
cranu aycreHuTHOTO Kiacca (08X18H10T) oba atux a¢-
(bexra orcyrcTBOBanM (KpuBas / ).

Kaxaplii sKCIepMMEHT HauWHAIIM ¢ onpeeneHust 6a-
30BOT0 YPOBHSI YaCTOTHI, JJIsl 4ero oopaser B coOope ¢ Tep-
MOIIapoi BBOIWJIM B KATYIIKy M (PUKCHPOBAIM Havdailb-
HYIO 4acToTy KoJieOaHWil KOHTypa (HalbHEeHIIne n3MeHe-
HUS aHATTM3UPOBAIIA OTHOCUTEIIBHO 3TOTO YPOBHS).

OO0mas 0COOCHHOCTh KPHBBIX, MOMYYSHHBIX MPH 3a-
MMUCH YacTOThl B TPOIECCEe OXJAXKICHHsI 00pa3loB —
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Puc. 4. B3anmozaBucumocts  0o0beMHOH  jmoiam  O-¢eppura

B 13 % macc. Cr ¢eppuTHO-MapTEeHCUTHOW CTalu, OIpeleseH-

HOM MeTamnorpaguueckuM (¥ erammorpagus) 1 MATHUTOMETPUIECKAM
(VMarHuTOMeTpm) MeTOoAaMu

IUIABHOE YMEHBIICHNUE YaCTOTHI KOJeOaHHs KOHTypa 0
Mepe CHIKCHHUSI TeMIIepaTypsl OT HCXomHoi (~950 °C
mubo ot T, mns craneit ¢ 5-¢peppurom) mo 300 °C, 3arem
MOBBINIICHUE €€ MPH JalIbHEHIIIEM OCThIBAHUH (B WHTEP-
Bae 300— 100 °C pns cranmeét 0e3 MapTEHCHTHOTO
MIpeBpaICHUs ).

B omnbiTax ¢ HarpeBoMm 00pasIioB HAOIIONATIH TOJIBKO
TUIABHBIH POCT YaCTOTHI C YBEIUUCHHEM TEMIIEPATypPBI OT
20 °C Bm1oTh 70 T,, YTO HEBO3MOXKHO OOBSCHUTH OJJHAM
TOJIbKO M3MEHEHHEM TeMIIepaTypbl U3MEPUTENIbHON Ka-
Tymku (cM. puc. 3, 6). TecToBble UCIBITAHUS C OTpele-
JICHHEM TeMIIepaTypbl BUTKOB M3MEPUTEIBHOM KaTYIIKH
IIPU HarpeBe Kak OT TOMEUICHHOTO BHYTPh HEe TOPSUEro
oOpasna, Tak U OT BHelHero uctouynuka (mo ~180 °C)
MOKa3aJId, 9YTO MHAYKTHBHOCTh MEHSCTCS HA BEIHIHHY
meree 0,2 % (MHOTO HMXKE 3(D(HEKTOB, CBI3AHHBIX C Mar-
HUTHBIMH [TEPEXOAaMH).

[ToydeHHBIE Pe3yNbTaTH 10 N3MEHEHUIO MATHUTHBIX
CBOI71CTB, MPOSBIIAEMBIX HCCICAYEMbIMU CTAJSIMUA  TIPU
OXJIKICHUH OT TEMIIEpaTyp Y-0ONacTH, TTO3BOIMIN pa3-
paboTaTth METON OMNpeleNeHus: coaepKaHusi O-¢pa3bl B
CTpYKType MeTasuia. [IpeArnoaoKmim, 4T0 OTHOCUTEIbHAS
BBICOTA IIEPBOM CTYNIEHU HAa MarHUTOIpaMMax, CBsI3aHHas
C mosiBlIeHHEM (eppomarHeTusma B d-¢aze, npsaMo mpo-
MOpIHOHANBHA 00BEeMHON mose 3Tol (aspl. D10 mMOM-
TBEPXKIACTCS COMOCTABICHUEM JaHHBIX MAarHUTOMETpPU-
YECKOTO aHaM3a ¥ MeTaiorpaduyecKux HaOIOICHUI

(puc. 4).

Takum o00pa3oM, HNpuUMEHEHHE pa3paboTaHHOI Me-
TOAMKU OIPEIEIEHUs] CTPYKTYPHO-TEMIIEPATypHbIX Xa-
PaKTEpUCTUK MArHUTOMETPUYECKUM METOAOM BO3MOXKHO
TOJIBKO JUUIA CTaJIed, B KOTOPBIX ayCTEHUT, C OOHOMN CTOPO-
HBI, 00nagaeT OONBLION YCTOWYMBOCTBIO MO OTHOILICHUIO
K IporeccaMm pacnajga 1no Jud@y3HOHHOMY MEXaHH3MY
IIPU €r0 NEepeoXJIaXKIEeHUH, a ¢ APYroil — IpeTepreBacT
MOJHOE NpeBpalleHHe M0 MapTEHCUTHOMY MEXaHU3MY
10 TOCTHXKEHUH Touek M, u M. JIns ocTalbHBIX CTalleH,
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B TOM 4YHCIIC AayCTCHHUTHBIX, ayCTCHUTHO-(pEpPpPUTHBIX,
ayCTCHUTHO-MAPTCHCUTHBIX, YDIEPOAUCTBIX M THIIMYHBIX
MaJIOJIETMPOBAHHBIX MAlIMHOCTPOUTEIIBHBIX CTaJIeH, NaH-
HBII IIOAXOJ HEIIPUMEHHM.

PazpaboTanHbIC yCTAaHOBKA W METOIMKA MarHUTOMET-

pUYECKOIO aHaju3a OCHOBaHbl Ha M3MEPEHHHU OTHOCH-
TENFHOTO M3MEHEHHS YacTOTHI KOIeOaTeTHHOTO KOHTYpa
MU3MEPUTENBHON KAaTYIIKH B 3aBUCUMOCTH OT MarHUTHOH
MPOHUIIAEMOCTH HCCIEAYEMOTO 00pasiia Py ero Harpese
6o oxnaxaeHud. [lonydeHHbIe JaHHbBIE MMOKa3aiH, 4TO
OTHOCHUTEJIbHOE U3MEHEHNE UHIYKTUBHOCTH U3MEPUTENb-
HOW KaTymku B obmactu Temieparypsl Kropu mpomop-
IMOHAJIBHO COJIePKaHuI0 O-pepputa B oOpasiie.
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U3YUYEHUE YCTAJIOCTHOM IMPOUYHOCTU ®EPPOMATHUTHBIX
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Cmamos nocmynuna 31 masn 2017 2.

TIpencrasnensl pe3ynbrarbl yeTanocTHbIX ucnbiTanuii cranu 30 — 35 XI'C Ha 1abopaTopHO# yCTaHOBKE
OPUTHHAJIBHOH KOHCTPYKIIMHU, COCTOSIILICH U3 YCTAIOCTHOW MAIlIMHBI, BUXPETOKOBOTO JIATYHMKA H JJICK-
TPOHHOTO U3MEPUTENBLHOTO OJoka. [TpuBe/ieHa CTPYKTypHAast CXeMa CHIIOBOTO MeXaHH3Ma M3riuba oopas-
Ia npy ucnbsItaHny. [t n3dexanus OueHnst oOpasia BEIOpaH COCco0 MUKITMPOBAHKS IIPU ITOCTOSIHHOM
HanpspkeHnr. Ha OCHOBaHMM TIPEUIOKEHHON TEOpUH pa3pabOTaH MPOXOIHON BUXPETOKOBBIN MPeos-
pasoBarelb (IaT4rK), KOTOPBIA MPEICTaBIsieT COOOH LMJIMHAPHYSCKYIO KAaTyNIKy M3 HEMarHHTHOTO
MarepHaa ¢ 1ByMst 0OMoTKamH. [IpecTaBieHsl KOHCTPYKLMS U SKBUBAIICHTHAsI cXeMa OOMOTOK JIaT4yH-
Ka. DIEKTPOHHBIA OJIOK M3MEPUTENBHOIO KOMIUICKCAa COCTONT M3 HU3KOYACTOTHOTO IeHeparopa CHHY-
COUJIATILHOTO TOKa [-33, 3JIeKTPOHHOIO cueT4yrnKa 0OOPOTOB JBUTATEllsl, CIOCOOHOTO aBTOMATHYECKH
OCTaHABIIMBATh UKJIMPOBaHKHE 00pa3la Ha 3aJaHHOM YKCIIe IIUKIIOB, U aHa3aropa rapMoHuky C-4.
Paccmotpen npuHLuI paboThl ycTaHOBKH. [1omydeHHBIe SKCIIepUMEHTaIbHbIEe JaHHBIE TTOKA3alH, YTO
MeToJI, AaeT BO3MOXKHOCTb B 30 —40 pa3 cokpaTuTb BpeMs HCIBITaHUH, OH YI0OEH I/ OIpPEeNeIeHUs]
JICUCTBUTEIILHOTO YIIPOYHSIONIETO dPQEKTa OT Pa3InyHbIX BHIOB 00paOOTKH CTaJM, OCKOJIBKY MO3-
BOJISICT ONPEIENHUTE MPEeNT BEIHOCIHBOCTH JIO H ITOCIIE YIIPOYHCHS. BHXPETOKOBEIM METOIOM MOXKHO
U3MEPSTh XapaKTEPUCTHKU OYeHb TOHKHX MOBEPXHOCTHBIX CJIOEB, [€, KaK H3BECTHO, 3apOXKIAIOTCS
YCTAJIOCTHBIE TPEIIIHEL, IOSTOMY OH Y00€H IPH NCCIIEOBAaHINH HOKPBITUH Ha CTANIIX Oe3 paspyIICHHs]
B IIPOLIECCE UCTIBITAHMSL.

KioueBble ciioBa: sKcrpecc-MeTo; MKIMYECKOe HarpyKEeHHUe; MarHUTHBIE CBOICTBA; yCTaJIOCTHAS
MIPOYHOCTD; CTalb; HEPa3pyIIAOIINI BUXPETOKOBBIM METO/.

STUDY OF THE FATIGUE STRENGTH OF FERROMAGNETIC MATERIALS
BY RAPID NON-DESTRUCTIVE METHOD

©

V. I. Kolmykov, D. N. Romanenko, S. P. Nefed’ev, R. R. Dema, M. V. Kharchenko,
E. F. Romanenko, V. N. Kononov, E. S. Zambrzhitskaya, and O. A. Nikitenko

Submitted May 31, 2017.

The results of fatigue tests of steel 30 — 35 CHG carried out on a laboratory unit of original design are presented. The
unit consists of a fatigue machine, eddy current sensor and electronic measurement module. The structural scheme of
the force mechanism of specimen bending upon testing is presented. To avoid runout of the sample we use cycling in
conditions of steady stress. The developed eddy current transducer (sensor) consists of cylindrical coil made of a non-
magnetic material with two windings (design and equivalent circuit of the sensor windings are also presented). It is
shown that electronic block of the measuring complex consists of a low-frequency generator of sinusoidal current,
electronic engine revolution counter capable of automatically stopping of the sample cycling at a given number of cy-
cles, and harmonic analyzer. The operation procedure is considered. The experimental data thus obtained proved that
the method provides up to 30 — 40-fold shortening of the test time which is rather convenient for determination of the
actual strengthening effect attributed to different types of steel processing, since the endurance limit can be deter-
mined both before and after strengthening. The eddy current method provides studying of rather thin surface layers,
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where fatigue cracks used to originate, thus being convenient for studying chemical heat treatment of steel surface
and thin coatings without their destruction upon testing.

Keywords: express method; cyclic loading; magnetic properties; fatigue strength; steel; non-destructive eddy current

method.

IIpu pazpaboTke (hpuzHUecKoil OCHOBBI HEPa3pyILIAIOIIETO
BUXPETOKOBOIO METO/Ia OMpPEJENICHUs yCTATOCTHON Mpoy-
HOCTH CTajlell UCNOIb30BaNU 3PPEKT U3MEHEHHS CTPYyK-
TYPHO-UYBCTBUTEIIbHBIX MATHUTHBIX XapaKTEPHCTHK Me-
TaJja Mpu NUKIMYECKOM HarpyXeHUuH o0pasna.

Crennuka yCTalIOCTHOTO pa3pyIICHUS METaJIOB
COCTOMUT B TOM, YTO 3apOJBIIIHN YCTAJIOCTHBIX MOBpEXIe-
HU HAYMHAIOT OOpa30BHIBATECS B IEPEHAIPSHKCHHBIX
o0beMax Ha MoBepxHOCTH MeTaa. [Ipu gocTmxeHun He-
KOTOPOTO IIOPOrOBOT0 3HAYEHUS HANpPsHKEHUH (MCTUHHOTO
npezena BbIHOCIMBOCTH) HEOOPATUMO HM3MEHSIETCSl Mar-
HHUTHas (JIOMEHHasl) CTPYKTypa (eppomMarHeTuka, XOTs
KpHUCTAJIMYECKask CTPYKTYpa €LIe He MOIydaeT 3aMETHBIX
MTOBPEKICHUI.

3ajaqy BBISIBICHUS JIOKAJILHOTO 3apOJIBIIIA yCTANOCT-
HOTO MOBPEXKACHUS MEeTaJlla PeLIagy MyTeM PErucTpauu
MarHUTHBIX U3MCHEHUH B (peppomMarHUTHOHN cperne, BbI-
3BAHHBIX HANPSDKCHUSIMH B KPHUCTAJUIMYECKON peEIIeTKe
MeTaJla.

MarHuTtHbIE CBOICTBa (PEppOMArHETUKOB, KaK H3-
BECTHO, — HEJMHEHHbIC U3-3a HAJIUUus o0nacTel, CIoH-
TaHHO HAaMarHWYCHHBIX JI0 HACBHINICHUS (JOMEHOB), H
IPOLIECCOB, MPOXOASIINX C HUMH B MarHUTHOM IIOJE.
AHamM3 3THUX MarHUTHBIX MPOIECCOB IO3BOJIIET CYAUThH
00 DBOJIIOIMH JOMEHHOW CTPYKTYpBI, KOTOpas CBs3aHa C
BHYTPEHHUMH HallpsDKEHUSIMU B METaJlIe.

B orcyTcTBHE BHEIIHEr0 MAarHUTHOTO I10JIS IIOJMKPU-
cTaJyMueckuid peppoMarHeTuk (MeTayi1) B 1eJIOM Hamar-
HUYEH, TaK KaK BEKTOpPbl CHOHTAaHHON HaMarHWYeHHOCTH
JoMeHOB I, opueHTHPOBaHbl XaOTUYECKHU:

z I,;V,cos®; =0,

rae I, — BEeKTOp CIOHTAaHHOW HAMarHWY€HHOCTH I-TO J0-
MeHa; V; — o0beM i-ro jpomeHa; ®; — yron mexay I; u
(PUKCHPOBAaHHBIM HAIPABICHHEM.

[Ipu BK/IIOYEHHH BHEUIHETO MAarHUTHOIO IOJs (BHe-
CeHHHU (PeppPOMAarHeTHKa B KaTYIIKy C AIEKTPUICCKUM TO-
KOM) B (peppoMarHeTHKe MPOUCXOAUT Mepepacipeserne-
HIE MATHUTHBIX MOMEHTOB 3JIEMEHTAPHBIX o0NacTeil (1o-
MEHOB) M TMOSBIIAETCS PeE3YJIbTUPYIOLas HaMarHU4eH-
HOCTb. POCT HaMarHW4eHHOCTH OOYCJIOBJIEH ABYMs diie-
MEHTApHBIMU  NPOLIECCAMHU:  YBEIMYEHHEM OOBEMOB
JIOMEHOB B HHEPreTUYeCKH BBITOJHOM HAaNpaBJIeHHUU OT-
HOCHTEJIBHO BHEIIHEro Mojs H 3a cueT mepeMeleHus ux
rpaHul] (IPOIECC CMEIICHHs) W IOBTOPOM BEKTOPOB
CIIOHTAaHHON HaMarHMYEHHOCTH JIoMeHOB I o Hampasie-
HUIO BHEITHETO MO (ITPOIECC BPAIICHUS).

CMeHa MEXaHM3MOB TIpollecca HaMarHHYUBAHUS
(cMereHre — BpaICHUE) PACCMATPHBACTCS KaK HEpas-
HOBECHBIH (ha30BBIN MEPEXO/l, YTO COOTBETCTBYET TaK Ha-
3bIBAEMOM TOUKE OM(ypKaIllMU, KOTOPOiA, B CBOKO OYEPE/Ib,

COOTBETCTBYET HEKOTOPOE KPUTHUECKOE 3HAYCHHE BEIH-
YUHBI BHEIITHETO MAarHUTHOTO TIOJS H,.

BHyTpeHHHE HalpsOKEHHs, BbI3BAaHHBIC JIOKAIBHBIM
CKOIUICHHEM AUCJIOKALUI U ApPYyTuX AE(PEKTOB B MHKPO-
CKOIIMYECKOM 00beMe MeTamia, 00pa3oBaBIIHECS MPU
IUKJINYECKON Harpyske, UrparoT ponb (UIyKTyaIuu, KOTo-
pasi CKauKoM IMEpPEBOAUT BEKTOPHI I TPymHmbl JOMEHOB B
HOBOE YCTOHUYMBOE IOJIOKEHHE ITyTEM BPAIICHUS HX IO
OCSIM HAMarHUYUBAHUS KPUCTAJIIOB.

Takoe ckayko0Opa3HOE M3MEHEHHE MATHUTHBIX
CBOICTB, KOTOPOE MOXET OBITh 3a(pUKCHPOBAHO U3MEPH-
TEJIBbHOM ammnaparypol, MPOUCXOAMUT IPU HaNpSKEHUHU,
paBHOM IIpe/iely BRIHOCIMBOCTH Marepuana (6 = G_;).

V3MeHeHNe HaMarHUYMBaHUS METaa MpU MPOXOXK-
JICHUU 4epe3 TOUKy OHQypKaluu MOXKHO U3MEPUTh METO-
JIOM BBICIINX TapMOHHK HHIYKIUH MarHUTHOTO IIOJIS.
IIpy 6 <0 ; aMIUIUTYyAa BBICIIUX TapMOHUK HHIYKIHH
HOJIST HE M3MEHSCTCS, a IIPU JTOCTIDKCHUM TIpesiena ycTa-
JIOCTH (O_;) — U3MEHSACTCS CKAYKOM.

Jist mpoBeZIeHUsT YCTAOCTHBIX UCIBITAHUI HCIOMNb-
30BN J1AOOPATOPHYIO YCTAHOBKY OPHUIMHANBHON KOH-
CTPYKLIUH, COCTOSIIYIO U3 YCTAJOCTHOM MaIINHBI, BUXpE-
TOKOBOTO JaTYMKa M 3JICKTPOHHOTO H3MEPHUTECIHEHOTO
osoka [1].

MexaHu3M HarpyxeHus oOpasla yCTalOCTHOH Ma-
MUHBL (pUC. 1) COCTOUT U3 JBYX KPOHIITCHHOB, B KOTO-
PBIX KpeIsITCs Bpallaromascs LAHTa U HalpapIIsIONIUHA
HaTpoH Ui pa3MenieHus obpasma. KpoHmTetHs! coenu-
HEHBI MEXXY COO0M CHIIONepealoIUMHY TSATaMH.

OOpaser; / ycTaHaBIUBAIOT B 3axBarax 2, Bpallaro-
IIUXCSL HA OCH KPOHINTEHHOB 3. 3aXBaThl ¢ MOMOIIBIO TSAT
4, 5 1 6 coeMHEHBI C TPABEPCOM 7, KOTOpas Bpalaercs
Ha ocH KpoHuTeiiHa §. TpaBepca 7 MMeET Harpy3o4Hoe
ycrpoiictBo P. C momoIibpro Harpy3ku B oOpasie (3a cuet
ero pedopmarnuy H3ruOOM) CO3AAIOTCS HAPSDKCHHUS G.

Harpy3ska P nepenaet Ha TATY 6 yCuiue

Q=Pb/a=kP,
e k = b/a. Yeunue Q neiicTBYeT Ha TATH 4 CUIIaMH

0] kP
Fp=—"—=_"
2cosa 2cosa

KOTOPBIC CO3at0T H3FPI68.IOH.[I/II>1 MOMCHT

kPh

MP =Fh=—"—".
2cosa

OT cOOCTBEHHOTO Beca TpaBepc, THAT, 3aXBaTOB BO3HU-
KaeT MOCTOSTHHO JICHCTBYIOIINNA MOMEHT
Pyh

MP ="
2cosa
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Puc. 1. Kunemaruyeckas cxema Harpy304HOIo ycTpoiicTBa ycTa-
JIOCTHOHM MamuHEL /| — o0pa3ser; 2 — 3axBaThl ¢ [[AHTOH U MaTpo-
HOM; 3 — KpPOHIUTEHHBI; 4 — 6 — TArU; 7 — TpaBepca; § — KPOH-
IITEHHBI

ITosHbI N3rndaroii MOMEHT

_(kP+Py)h
2cosa

M=MP"+M"

IMockonsky M = Wo = 0,1d%c, tne W — MOMeHT co-
MIPOTHBIICHHS, TO MAKCUMaJIbHOE HAIIPsDKEHKE B 00pasIie:

_ (kP+Py)h
max H
0,ld3. 2cosa
min
e d,,;, — pacueTHBIN auaMeTp yactu oOpaslia, pacrolio-
JKEHHOM 10T MHANKATOPHON OOMOTKOM JlaTdnKa.
Jia maHHOHM yCTaHOBKH (C y4€TOM Macc 3aXBaToB U
TpaBepc) pacyeT Mo3BOJSAET MOTYUUTh
750 738

= + P, xrc/mm2,
3 3 >
d min d min

max

[Ipu cTyneH49aroM MOBBIMICHWN Harpy3ku Ha AP Ha-
NpsDKEHUE YBEJTMUMBACTCS Ha

738
-

min

Ac

Hanpuwmep, npu d,;, = SMM U Harpy3ke Ha TpaBepce
P =5 xrc
750 738
= +

G, =——+—"-5=355krc/mMmm? (348 MIla).
max 125 125 / ( )

Ipu AP = 2,45 krc/mm?
krc/mm? (24 MIla).

Takum o0Opaszom, yBenndeHue Harpy3ku Ha AP =5 H
NOBBIIITAET HANpPSDKCHWE B CEYCHWH oOOpasma Ha
Ac =24 MIla. IlorpemHocTb HU3MEPEHUIl COCTaBiseT
+Ac/2, T.e. £12 MIla, OTHOCHTENbHAS TIOTPENIHOCTD H3-
Mepenuit — 3,5 %.

O6paser NOMEIIaoT B 3aXBaThl, B OJUH U3 KOTOPBIX
BMOHTHpPOBaHa IaHra, a B JAPYrod — MNaTpoH. XBOCTO-
BUKH LIAHTY W TIATPOHA HACAYKEHBI B TOALIUITHUKH, 3aKpe-
IUIEHHBIE COOCHO B 3axBarax. KoHell XBOCTOBUKA LlaHTH

BeanunHa Ao =245

28
K280

| N . ”

|

45

J— —

b 5 72 R |[!
Puc. 3. KOHCprKHI/ISI " DKBHUBAJICHTHAs CXEMa 06MOTOK JaTyruKa
BHUXPEBLIX TOKOB: ] u2— N€pBUYHAsA U BTOpUIHAA 06MOTKI/I

COCMUHSIOT ¢ My TO# Ditiepa ¢ BasoM aeurareist. Mydra
DOiinepa MO3BONSAET HepenaBaTh KPYTALNIMA MOMEHT Ha
OCH, PACIIOJIOKEHHBIE TMOJ] YIIIOM B OJHOW IUIOCKOCTH.
B pesynbrare npu Harpyske P npoucxoaut u3rubd oopasia
C MOBOPOTOM 3aXBaTOB, a BpAIllEHHE OT JIBUTATENs Iepe-
Jaetcs oOpasily 0e3 peakTUBHBIX MOMEHTOB. CBOOOIHBII
KOHell oO0paslia cMelaeTcs B MaTpoHe, obecreuuBas
«MSITKOE» LIUKITUYECKOE HarpyKeHue.

HcnprThiBamu oOpa3ibl KPYIIIoTo CeUeHHsT Ha YUCTHIN
u3rub ¢ BpameHneM. MakCHMabHBIC HAIPSKEHHST TOJK-
HBI OBITH CO3/IaHBI MO WHAUKATOPHON OOMOTKOM BHXpe-
TOKOBOI'O JIaTYMKa, I0O3TOMY CPEIHIOI0 4acTh 00pa3ia Bbl-
MOJHsUIM 10 paauycy R (puc. 2). D10 obecnieuuBano us-
MEpEeHHE G B 3aJJaHHOM CEUYEHWH 00paslia M pa3pylleHHue
€ro B 3TOM MECTE B Cllyyae HEOOXOAUMOCTH IIPOBEPKU pe-
3yNbTAaTOB Pa3pyIIAIOIIUM CIIOCOOOM C TOCTPOCHUEM
kpuBoil ycranoctu. O6pazer; 8005 mm (cm. puc. 2) us-
TOTaBJIMBAJIM MTyTeM OeCleHTPOBOM NUIH(OBKH, 3aT€M 00-
pabaTreIBay 10 paauycy R miangoBaabHBIM KPyroM H HO-
Jydand npoduib oopasua g0 592 mm. Pabouyro yacth
obpasna monupoBasu 10 Ra = 0,05 mxm. [Tpu HEoOXOMH-
MOCTH Ha 00pa3Iie MOT'YT OBITh BBIIIOITHEHBI KOHIICHTPATO-
bl HalpsKEHUH.
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Puc. 4. Cxema MoaKIIIOYeHHs] U3MEPUTENBHBIX TPHOOpPOB: /" — Te-
HEpaTop CUHYCOUAJIbHBIX CUTHAIOB; / U 2 — HaMarHU4YUBaoLIas U
Hn3MepuTenIbHas 0OMOTKHY JaT4nKoB; 3 — obpaser; 4/ — aHanm3a-
TOp rapMOHMK; G — rajabBaHOMETP

U< B

0,4

X—K—X—I_x

0,3

0,2

0,1
210 240 270 300 330 360 o, MIla

Puc. 5. Pe3ynbrarsl onpenenenus npezena ycTaloCTu G IO CKau-
Ky aMILUTUTY/IbI BBICHIEH TAPMOHUKH €,

[{uknudyeckoe yIpOUYHEHUE U PA3yNpPOUHEHHE MaTe-
pHana NPUBOAMUT K YMEHBIICHUIO WIH YBEIUYCHUIO MPO-
ruba obpasna A. SIBJeHHE CBA3aHO C U3MEHEHUEM 00beM-
HOH CTPYKTYPBI PEIICTKH (IBMKCHUEM TUCIOKAIUH, TUC-
KiuHAImi). D¢pdexr moxer gocturate 15 %. B ciyuae
pa3BUTHS yCTAIOCTHOM TPENIMHBI POTud obpasia uzMe-
HseTcsl BHYTpH nukia. [losToMy mpu KecTKOM 3aKperuie-
HUHM 000MX KOHIIOB 0Opasna (IMKJIMPOBAaHUE MPH MOCTO-
SHHOH nedopmarum) MoxeT HaOmonaTecs ero ouenue. B
CBSI3U C 3THUM HaMH BBIOpPAaH CHOCOO IMKIMPOBAHUS MPH
MOCTOSSHHOM HAINPSDKCHUH. JTO 00ECHEeYeHO TeM, 4TO
OJIMH KOHEIl 00pa3na 0e3 MpOCKaIb3bIBAHUS 3KUMACTCS
[IAaHTOH B 3a)KMMeE, a IPYTOl KOHEI[ MOKET MePEeMeIaThCst
BJIOJTb OCH ITATPOHA.

OCHOBBI TEOpUHU MPUMEHEHUSI BUXPEBBIX TOKOB IS
U3MEPEHUsI MEXaHWYECKUX CBOUCTB (PeppoMarHeTHKOB
JaHbl A1 HPOXOAHBIX M HAKJIAIHBIX TUIIOB JATYUKOB.
ITpoxonHO# BHXPETOKOBBIN MpeoOpa3oBaTenb (IATUHK)
HpEeACTaBIseT cO00M IUIMHAPHUYECKYIO KaTyIIKy U3 He-
MarHUTHOTO Marepuana ¢ IByMs ooMoTkamu. KoHCTpyK-
IS ¥ DKBUBAJICHTHASI CXeMa 0OMOTOK JaTJhKa IpUBeEIe-
HBI Ha puc. 3.

Kapkac narumka nzrorosieH u3 tekcronaura. Hlupruna
KaTymky L =36 MM, a MuprHa TEPBUYHON OOMOTKH —
45 mm. [lepBuuHas 0OMOTKa BBINIOTHEHA TIpoBoAoM [1DB
20,3 MM psIOBOI HAMOTKOH (BUTOK K BHTKY) C YHCIIOM
BUTKOB W, = 600. Jly11 BTOpUIHOI OOMOTKH IIPOTOUEH I1a3

mupuHOoH /| =3 MM U mTyOuHO# /4 = 1,5 MM. OTa 06MOTKa
u3 nposoza [19J1 0,05 umeer uncio ButkoB W, = 1500.
[TpoxoxHoit nuametp naruywmka D = 14 mm. Kormbr o6mo-
TOK BBIBEACHBI M PACHIAsTHBI HA «TPEOCHKY» NaT4IHKa.

OO6paser; pa3MeInaroT Mo OCH JaTyhKa TakuM oOpa-
30M, YTOOBI €r0 CepeMHa pacHonaragach MOA HU3MEpH-
TEJILHON 00MOTKOM narynka. Ha mepBuuHy0 0OMOTKY OT
reHeparopa MoJlatoT MepeMEHHbIA CHHYCOUAAIbHBIN TOK, KO-
TOPBII co3qaeT B 0Opasiie MepeMEeHHOe MarHUTHOE TIOJIE.

Iloxg pmeiicTBueM mONA MHAYLUPYIOTCS BHUXPEBbIE
TOKH, KoTopble HaBoaaT OJIC BO BTOpPUYHOH OOMOTKE
JlaT4nKa;

dy .

€ ZJO)WZ dt 5

IIe ® — OUKIAYecKas 4acToTa IOJsl; \f, — MAarHUTHBIH
MIOTOK B CTEpPIKHE.

BropuuHas €, COACPKHUT BBICIINE FAPMOHUKH, YyB-
CTBUTEJBHOCTh AMILUIUTYIbI KOTOPBIX K MEXaHHYECKUM
HANPSDKCHUSIM Ha TIOPS/IOK BBIIIE, Y€M Yy OCHOBHOM
TapMOHUKH.

['myOuHa MPOHWKHOBEHUST MarHUTHOTO TIOJSI B 00pa-
3€l BRIYHCISETCS 110 hopmylie

§=503 | L.

Wy

e f— JacToTa MO |L — JUAJIEKTpUIecKas IpoHHUIIae-
MOCTh METajlla; Y — MAarHUTHAs MPOHHIAEMOCTD; UL
GonpmmHCTBa MeTaiIoB ¥ = 1, a p~ 1000 (B cpenHux mo-
nsx H).

Ipu f= 2,5 - 103 I'y 3HaueHME

1
2,5-103-103

=0,03 cm = 0,3 Mm.

Takum o6pazoM, BropuaHas JJ[C naTyuka coaepKuT
UHTETpabHYI0 HH(OPMAIIIO O CBOMCTBaX TOHKOIO IIO-
BEPXHOCTHOIO CJIOSI METaJlIa.

ONeKTPOHHBIN OJIOK N3MEPUTEIBHOTO KOMILIEKCA CO-
CTOUT U3 HU3KOYACTOTHOI'O T€HEPATOPA CUHYCOUJAIBHOIO
Toka I'-33, a51eKTpOHHOTO cueTunka 000POTOB ABUTATENs,
CIIOCOOHOTO aBTOMATHUYECKH OCTaHABIMBATh LIUKIMPOBA-
HHE 00pa3na Ha 33JaHHOM YHUCIIC IIUKJIOB, U aHAJIH3aTopa
rapMoHuKU C-4, KOTOpBIN pacKiaibIBaAET €, JaTUUKa B P
®Dypbe U BBIIEIAET aMIUIUTYly HY>KHOM BBbICIIEH rapMo-
HUKH CHTHaNa farduka. Cxema MOIKIIOYeHUST IpHOOpoB
nmokasana Ha puc. 4. [IpegycMoTpeHo OTKIIIOYeHHE OISl B
JaT4NKe BO BpeMs IUKIMYECKOTO HArpyXeHus oOpasia
KIII04oM K.

OKcneprUMEeHTaIbHbIEC JaHHbIC Ul OIpeeneHus npeaena ycranoctu cranu 30 — 35 XI'C

Harpyska P, H

ITapameTst

0 35 45 50 55 60
Hamnpsoxenne o, MIla 0 210 240 270 300 330 360
Ammuutysa rapMmonuku /<, MB 32 31 32 38 43 —
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PaboTy Ha ycTaHOBKE BBINOJNHSUIM B CIEIYIOIIEM
nopsiike. B Hauane ompenensuin KpUTHYECKOE 3HAYCHHE
BHEIITHETO MAarHUTHOTO Touisl. /151 3Toro oOpaserr neHTpu-
poOBaNM B JaTYMKE TaK, YTOOBI €ro HAMMCHBIIEE CCUCHUE
YCTaHOBWJIOCH TIOJ] U3MEPUTEIILHOW OOMOTKOM JaTdnKa.
3areM OT TIeHepaTopa TOK HaMarHW4MBAaHUS I10aBajIM
B IIEPBUYHYIO OOMOTKY JTaTYHMKa W HaBEJICHHASI BO BTOPHY-
Hoii oomoTke DJIC moctynana Ha aHanuzatop C-4. Cuia
TOKa TUIaBHO YBEIMYMBAJACh, M Mo mpubopy G oTMe-
4aroch M3MEHEHUE aMIUTATYIBI BEIOpaHHOH BBICIIEH rap-
MOHUKH. [IpU MOBBIIEHHH TOKa aMIUIMTYJAA MOAHUMA-
Jach, 3aTeM Majaja U Jajee pe3ko Bo3pacTaia (OCHuuIs-
U BBICHIEH TapMOHHMKH). MHMHHUMYM aMIUIMTY.BI
COOTBETCTBOBAJ KPUTUYECKOMY 3HAUCHHMIO MAarHUTHOTO
nons H,, npu KOTOPOM BEeKTOps! I, 1OMEHOB HaxoAaTCs B
HEyCTOWYMBOM TEPMOJUHAMHUYCCKOM COCTOSIHUU. Jlaib-
Helmue usMepenus nposoquin B pexume HK.

HamarauuuBaromuil Tok OTKIIOUancs, U B oOpasLe
BHEIIHEH Harpy3koil P C034aBajoCh NpeABAPUTENBHOE
HaIpspKeHUE G, MEHbIIee MIPEATNoIaraeMoro ¢_;. Bkitoua-
JIM 3NEKTPOABUTATENb U 00pa3el] UCIBITHIBAIN HA YHUCTHIN
m3rub ¢ BparienneM B Teuenne N = 103 mukios. [Tocne
3TOTO O0pasen pasrpyxaiy, BKIIOYAIM mone H, U us-
MeEpsIU aMILIUTYQy rapMoHUKu ¥, Jlanee Harpysky Ha-
pamuBagy Ha BRIOpAaHHBIA mIar AP, MPOBOANIN HCTIBITA-
Hre Ha 6aze N = 10° 1UKIIOB ¥ M3MEPsIIA aMIUTATYIy M~
BEIOPaHHOM TapMOHUKH (cM. Tabiwuiy). Eciau aTa ammumu-
Tyla HE M3MEHsJach, TO 3TO O3HAuyajlo, YTO B Marepuase
oOpasma emie He 00pa30BajCs 3apOIBIIT YCTAIOCTHOTO
MOBPEXKJICHUS.

Harpysky HapammBaiu 1o TeX 1Op, 10Ka HE IOSBUT-
Csl Pe3KU CKauOK aMIUIMTYIbI BBICHUIEH TapMOHMKH CHI-
HaJla BUXPETOKOBOI'O JaTYMKA.

HanpsiokeHue o, mpu KOTOPOM HaOJIFOIam CKadok M,
COOTBETCTBYET NPECIy yCTAIOCTH G_; MaTepHraja oopas-
1a C IOrpenHocThI0 +Ac/2. B Tabmuue u Ha puc. 5 npu-
BEJICHBI PE3YNbTaThl UCHBITaHUS obOpasua cramm 30 — 35
XI'C Ha naHHOI yCTaHOBKE.

W3 Tabmumpel BUAHO, 9TO CKAYOK aMIUTUTYHBI M* (00-
nee 12 % npu norpeimHocTy uaMepeHus 3 %) npou3oen
Opu U3MEHEHUHU HampsbkeHus ¢ B obpasue ot 270 no
300 MIla. [ToaToMy MOXKHO IPUHSTH, YTO IIPEIEI YCTaJIO-
cTi Matepuaina ¢_; = 285 + 15 Mlla ¢ ommOkoii € = 5 %.

i cpaBHEHUS HCIIONB30BAIM CTaHIAPTHBIA METON
Jlokaru u nonyuywiu o_; =280 + 36 MIla [2 — 6], T.e. pe-
3yJABTaThl IPAKTUYECKH COBIIAJIH.

Takum 00pa3oM, MPEUMYIIECTBO BUXPETOKOBOTO
METoJa Iepe] BCeMH APYI'MMH H3BECTHBIMU METOIaMU
OIIpE/IeNICHUs] YCTAJOCTHBIX CBOMCTB METAJIOB 3aKJIIOUa-
eTcs B TOM, UTO AJSl MCHBITAHUS UCIOIb3YETCS TONBKO
OIIMH o0pa3sel, KOTOPbIH K TOMY kK€ HE pa3pyllaeTcs B
Ipolecce UCHBITaHuA. JTOT MeToA no3BomnseT B 30 — 40
pa3 cokpartuTh BpeMs ucnbiTanuid [7, 8]. OH ynobGeH mist
OTIpeieTICHUsT IeHCTBUTEIBHOTO YIIPOUHSIONMETo dderra
OT Pa3IUYHBIX BUIOB 00paOOTKHU CTajH, MOCKOIBKY JacT
BO3MOKHOCTH OIICHUTH Npees BEIHOCIMBOCTH JI0 M IIO-
cjie yrpoyHeHHs. BUXpeTOKOBbII METO/ MO3BOJISIET U3MeE-

PATb XapaKTEPUCTUKH OYEHb TOHKUX I1OBEPXHOCTHBIX
CJIOEB, IJie, KaK H3BECTHO, 3apPOXKIAIOTCS YCTaJOCTHBIE
TPEIIMHBI, TIOTOMY OH YAOOCH HpH HCCICIOBaHHWHU IIO-
KpBITUH Ha CTaJIsIX.

JINTEPATYPA

1. Ianosajosa k0. ., Emeassuos C. I'., SIkupesuy JI. U. YckopenHoe
OIPE/ICIICHNE YCTANIOCTHBIX CBOWCTB CTajeil BUXPEBBIM MCTOZOM. —
Kypck: Kypckuii rocynapcTBeHHblit TexHnueckuid yausepeurert, 2009. —
134 c.

2. Gadalov V. N., Romanenko D. N., Kolmykov D. V., Korenevskii N. A.,
Chernysheva E. V., Ziborova T. N. Low-temperature nitrocementation
to improve the life of resurfaced tractor crankshafts / Russian Enginee-
ring Research. 2010. Vol. 30. Issue 11. P. 1090 — 1091.

3. Gadalov V. N., Romanenko D. N., Samoilov V. V., Nikolaenko A. V.,
Grigor’ev S. B. Procedure of evaluating the surface roughness of the
electrospark coating after burnishing with mineral ceramics / Russian Jo-
urnal of Non-Ferrous Metals. September 2012. Vol.53. Issue 4.
P. 348 — 350.

4. Kolmykov V. 1., Romanenko D. N., Abyshev K. I., Nasteka V. V. Effect
of structural characteristics on abrasive wear resistance and impact
strength of facing and carbonitrided coatings / Chemical and Petroleum
Engineering. January 2015. Vol. 50. Issue 9 — 10. P. 610 — 613.

5. Kolmykov V. 1., Romanenko D. N., Abyshev K. 1., Kolmykov D. V.,
Bedin V. V. Efficiency of surface hardening by carburizing steel objects
operating under abrasive wear conditions / Chemical and Petroleum En-
gineering. May 2015. Vol. 51. Issue 1 —2. P. 58 — 61.

6. Shcherenkova 1. S., Shkatov V. V., Gadalov V. N., Romanenko D. N.
Study of electrolytic chromium coatings with ultradisperse superhard fil-
lers / Chemical and Petroleum Engineering. July 2015. Vol. 51. Issue 3.
P. 277 - 282.

7. Hedennen C. II., I¢ma P. P., Korenko [I. A. AOGpa3uBHas U ynapHo-
abpa3syMBHAs N3HOCOCTOMKOCTH TBEP/BIX HAILIABJICHHBIX MOKPHITUH / Be-
crHuk HOKHO-Ypanbckoro rocyaapcrBeHHoro yusepcurera. Cepust:
Meramnyprus. 2015. T. 15. Ne 1. C. 103 — 106.

8. Nefedyev S. P., Vdovin K. N., Emelyushin A. N. Peculiarities of for-
ming of the wear resistant cast iron coating structure on steel 45 upon
plasma-powder surfacing / Materials Science Forum. 2016. Vol. 870.
P. 141 - 148.

REFERENCES

1. Shapovalova Yu. D., Emel’yanov S. G., Yakirevich D. I. Accelerated
determination of the fatigue properties of steels by the vortex method. —
Kursk: Kursk State Technical University, 2009. — 134 p. [in Russian].

2. Gadalov V. N., Romanenko D. N., Kolmykov D. V., Korenevskii N. A.,
Chernysheva E. V., Ziborova T. N. Low-temperature nitrocementation
to improve the life of resurfaced tractor crankshafts / Russian Engi-
neering Research. 2010. Vol. 30. Issue 11. P. 1090 — 1091.

3. Gadalov V. N., Romanenko D. N., Samoilov V. V., Nikolaenko A. V.,
Grigor’ev S. B. Procedure of evaluating the surface roughness of the
electrospark coating after burnishing with mineral ceramics / Russian
Journal of Non-Ferrous Metals. September 2012. Vol. 53. Issue 4.
P. 348 — 350.

4. Kolmykov V. 1., Romanenko D. N., Abyshev K. I., Nasteka V. V. Effect
of structural characteristics on abrasive wear resistance and impact
strength of facing and carbonitrided coatings / Chemical and Petroleum
Engineering. January 2015. Vol. 50. Issue 9 — 10. P. 610 — 613.

5. Kolmykov V. I, Romanenko D. N., Abyshev K. 1., Kolmykov D. V.,
Bedin V. V. Efficiency of surface hardening by carburizing steel objects
operating under abrasive wear conditions / Chemical and Petroleum En-
gineering. May 2015. Vol. 51. Issue 1 —2. P. 58 — 61.

6. Shcherenkova 1. S., Shkatov V. V., Gadalov V. N., Romanenko D. N.
Study of electrolytic chromium coatings with ultradisperse superhard
fillers / Chemical and Petroleum Engineering. July 2015. Vol. 51. Issue 3.
P. 277 - 282.

7. Nefed’ev S. P., Dema R. R., Kotenko D. A. Abrasive and shock-abrasive
wear resistance of deposited hard coatings / Vestn. Yuzh.-Ural. Gos.
Univ. Ser. Metallurgiya. 2015. Vol. 15. N 1. P. 103 — 106 [in Russian].

8. Nefedyev S. P., Vdovin K. N., Emelyushin A. N. Peculiarities of form-
ing of the wear resistant cast iron coating structure on steel 45 upon
plasma-powder surfacing / Materials Science Forum. 2016. Vol. 870.
P. 141 — 148.



52

«3aBoackas Jadopatopusi. InarnocTuka marepuaios». 2017. Tom 83. Ne 11

DOI: 10.26896/1028-6861-2017-83-11-52-57

YIK (UDC) 620.178.1

OBOBIIEHHBIE KOPPEJAIIMOHHBIE 3ABUCUMOCTHU
MEIY BPEMEHHBIM COIPOTUBJIEHUEM CTAJIEW U UX TBEPIOCTHIO

© C. I. Cangomupckuid

OO0benrHeHHbIH HHCTUTYT ManmnHocTpoeHuss HAH benapycu, . Munck, benapyce; e-mail sand@iaph.bas-net.by

Cmamos nocmynuna 12 anpens 2016 .

IpuBenen xputHueckuii ananu3 GOpMbI IPEICTABICHHS CBA3eH MEXKITY BPEMEHHBIM COIPOTUBICHHEM
(mpeneoM NpOYHOCTH) G, M TBEPHAOCTHIO cTaneld. C UCTIOTb30BaHUEM CTAaTHCTHYECKOTO aHaJIM3a pa3pa-
0OTaHbI MPOCTHIC AHAIUTUYECKHE 3aBUCHMOCTH, KOTOpbIe 00JIee TOUHO, YeM H3BECTHbIC, OIUCHIBAIOT
CBSI3U MEXITy TBEpAOCTSIMH CTaiel, n3MepeHHbIMHU 10 ikaiaaM bpunemns u Poksenna, u ux o,. Cormo-
CTaBJIEHBI Pe3yJBTaThl pacuera G, CTalleld 10 X TBEPAOCTH C HCIIONB30BaHUEM H3BECTHBIX U pa3pado-
TaHHBIX (opmyi. PaspaboraHHbie opMyIIbl HCTIONB30BAHBI I AHAIN3a U3MEHEHHUH G, YITIEPOAUCTBIX
cTasieil 1oj| BIMSHUEM TepMHYEeCKUX 00paboTOK. /laHa KOJIM4YeCTBEHHAs OICHKA BIIMSHUS TEMIIEparyp
3aKaJK{ U OTITyCKa Ha M3MEHEHUs G, yIIeponucThix ctaneit 35, Y8 u Y10 mo pesynsraram n3MepeHuit
ux tBeproctd HRC. C ucrosnb30BaHHeM pa3paboTaHHBIX (OPMYIT TaKHE Pe3yJIbTaThl MOTYT OBITh MOy~
YCHbI IJI1 J'II-O6I>IX cTaJieH 1o JAaHHBIM U3MCEPEHUS UX TBEPAOCTH WJIU CBEACHUAM O HUX, ITPUBCICHHBIM B
CIPaBOYHOH HMJIM HAYYHOM JIUTEpaType.

KuoueBble ciioBa: METAJJIbL; TBEPAOCTH; BDEMECHHOC COIIPOTHUBIICHUEC (npe;[en HpO‘IHOCTI/I); COOTHOUIC-
HUA MEXKITY TBEPAOCTAMU.

GENERALIZED CORRELATION DEPENDENCE
BETWEEN THE TENSILE STRENGTH AND HARDNESS OF STEELS

© S. G. Sandomirski

Submitted April 12, 2016.

Critical analysis of the form of representing correlation between the tensile (ultimate) strength o and hardness of
steels is presented. Simple analytical expressions are derived using statistical analysis, which provide more accurate
description of the relationships between Brinell and Rockwell scale hardness values and tensile strength 65. The re-
sults of o calculations by steel hardness using known and developed formulas are compared. The developed formu-
las are used to analyze changes in 6 of carbon steels under the impact of heat treatment. Quantitative evaluations of
the effect of quenching and tempering temperatures on the changes in 6 values in carbon steels 35, U8, and U10 are
based on the results of HRC hardness measurements. The developed formulas can be also used for other steels pro-
ceeding from the data on their measured hardness value or reference data presented in literature.

Keywords: metals; hardness; tensile (ultimate) strength; relationship between hardness values.

Juia onpenenenus TBepaocTd HB cranu UM 4yryHa

CTpyKTypHOE COCTOSTHHE METaJlIa, OTPEaeIIeMOe XHUMH-
YECKHM COCTaBOM U PEKUMAMHU TEPMHUUCCKOH 00paboOTKH,
oOyciaBIuBaeT ero MeXaHW4YeCKue CBOMCTBa, Mpexie
BCEro, BPEMEHHOE COIPOTHUBIEHHE (IIpeaes MPOYHOCTH)
G, — HauOOJBILYI0 HArPY3KYy, IPEIIIECTBYIOILYIO pa3py-
menuto obpasua [1, 2]. Ho usmepenue o, mpeamnonaraer
paspylleHue U3JeNusl I U3TOTOBJIEHHOTO M3 Hero o00-
pasua [3]. TloaTomy wuccieaoBaTe UCIOIB3YIOT TMapa-
METp, CBA3aHHBIN ¢ G, [4], — TBepHOCTh MeTaiIa (CBOM-
CTBO MaTepualla OKa3blBaTh COIPOTHBIECHHE IUIACTHYe-
ckoi nedopmaly Mpu KOHTAKTHOM BO3JICHCTBHH B TIO-
BEepXHOCTHOM ciioe) [1, 2]. B HEeKOTOphIX ciiydasix TBep-
JIOCTh MeTajla cama SBISIETCS apaMeTPOM, OIPEJIeIIsIO-
LIMM €ro KCILTyaTallMUOHHbIE CBOMCTBa. i1 Xapakrepu-
CTHKH TepMHYECKH 00pabOTaHHON CTaH ¢ HenUIN(OBaH-
HOH MOBEPXHOCTHIO YaIlle BCETO HCIOJIB3YIOT TBEPAOCTD
o bpunenmio [5] u Poksemny [6].

1o bpuHeNII0 B INIOCKYI0 OBEPXHOCTh METaJUIA MO/ I10-
CTOSIHHOM Harpy3koi P BIaBIMBaIOT IAPUK JuaMeTpoM D
U3 TBepAOro cruiama. Ilocie cHATHSA HArpy3KH B MeTaIe
oOpasyeTcst TyHKa quaMeTpoM d. Yuciio TBepaocTH onpe-
JISJISIOT TI0 (hopMyIie

2P

T aD(DD?—d?)

B cootBercTBHM ¢ [5] mApuUK U3 TBEPAOro CIjIaBa
nuamerpom, pasueiM 10,0, 5,0, 2,5, 2,0, 1,0 MM, nomkeH
UMEThb TBepAocTh N0 Buxkepcy ne menee 1500 HV10.
Juamerp mapuka D u ycunue P BBIOMPAIOT TakuM 00-
pasom, 4ToOBI JuaMeTp d JTYHKH HaXOIWICS B Ipenenax
ot 0,24 o 0,6D. Bo MHOTHX IPAaKTHUYECKH Ba)KHBIX CIy-
yasx ucnonb3yroT 3HadeHus P =3000 xkrc u D =10 mMm.

HB (1)
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CorntacHo [5, Tabn. 1] HB uccienyeMoro Meraaia MOXKeT
u3MeHsThest ot 650 o 95,5 enuuuu. st mopTaTUBHBIX
TBEpIOMEpOB [7] ucnonb3yror 3HaueHust D, pasHble 1,0
i 2,5 M, u P, cootBetcTBytomue 10 wm 30 krc.

TBepaocts cranu u yyryHa o Poksemy (HR ) ompe-
JETSIIOT o TITyOWHe /1 oTIIeyarka, OCTaBJICHHOTO B METAall-
Jie aTMa3HbIM KOHYCOM C yriioM mipu BepiiuHe 120° [6].
Konyc chHawana BaaBnuBarOT Ha MIyOMHY A, TpenBa-
putenbHOM Harpyskoit 10 krc, a 3aTeM — Ha mIyOUHY A
noj obmeld Harpyskod 150 krc (wkanma C) wim 60 Kre
(mkana A ). Yucnennsle 3HaueHust HRC u HRA TBepaoCTH
no PoxBemy omnpenensioT B YCIOBHBIX €IUHHIIAX, COOT-
BETCTBYIOIIMX MepeMeIIeHnI0 HakoHeuHnka Ha 0,002 mm,
o opmyie

h_ho

HR =100- .
0,002

2

PasHble ycrnoBusl MEXaHUYECKOTO BO3IEHCTBHS HA Me-
TaJUl He MO3BOJISIOT MONYYUTh HA OCHOBaHUM Gopmyi (1)
u (2) pusznyeckn 000CHOBAHHBIE aHATUTUYECKHE B3aUMO-
CBSI3U MEXJY TBEPJOCTSAMH, U3MEPEHHBIMHU MO IIKaJIaM
HB, HRC, HRA, u G, MeTajia B BOBMOXHOM [IJIsl CTajei
U 4yT'yHOB Juarna3oHe u3MeHeHus. B crangapre [5] orme-
YEHO, YTO BEIMYUHBI TBEPIOCTH MO BpHHEIITI0 HE UMEIOT
TOYHOTO METOJIa MIEPEBOJIa X B APYTHE 3HAUCHUS TBEPJIO-
CTH WJIM TPOYHOCTH TIPU PACTSHKCHUH.

TeMm He MeHee HWcCCIENOBATEISIM YAalOoCh 00OOMIUTH
MHOTOYHCIIEHHBIE SKCIIEPUMEHTAJIbHbIE JaHHbIE MEXaHH-
YECKUX CBOICTB M TBEPJOCTH METAJUIOB U BBIPA3UThH
(YHKIOHANBHBIE CBSI3U MeXny G, HB, HRC u HRA
(a Takxke TBEpAOCTAMH, U3MEPEHHBIMU APYTUMH METOJIa-
MH) B Bujae Tabnui (Hampumep, [7 — 13]). Ho ycranos-
JeHHble (PyHKIMOHAJIBHBIE 3aBUCUMOCTH, TMPEICTaBJICH-
HBIC B TaOIMYHOM (hopMe, HE TIO3BOJISIFOT MPOCIETUTD (hH-
3UYECKUE OCOOCHHOCTH CBSI3e€H MEXIy H3MEPEHHBIMHU
BEJIMYMHAMU W HE yAOOHBI JIJIsl MCIIOIB30BAHUS HA MpakK-
THUKE. MHOTOYHCIICHHBIC MTOMBITKH aHAJTUTUYECKOTO Mpe/I-
CTaBJICHUS CBA3CH MEXy 3HAUCHHUSIMH TBEPAOCTH, U3Me-
PEHHBIMU TI0 Pa3HBIM IKanam (Hampumep, [13, Tadm. 5]),
IIpeJHa3HAYEHbI JUIsl UCIIOJIb30BAHUS B Y3KUX JUara3oHax
W3MEHEHMs IapaMeTpoB M HENOCTAaTO4HO TOuHbI. Ilo-
JOKEHHUE YCyTyOIsieTcs TeM, 9TO TPUBEJCHHBIE B MHOTO-
YHCJICHHBIX CIIPABOYHMKAX, yUeOHMKaxX, MOHOTpadusix u
OTpaciieBbIX CTaHAapTax TaOJIMYHbIE NaHHbBIE 3a4acTYIO
HE COBMaJaoT. JonylieHHble HETOUHOCTH U ONeYaTKH Ha
OPOTSHKEHHH MHOTHX JIET THPAXKHPYIOTCS 03 KpUTHYE-
cKoro aHasiusa. Hanpumep, MHOTOYHMCICHHbIE HECOOTBET-
CTBUS COOTHOLICHUN Mexay d u HB, ycTaHOBIICHHBIE I10
crannapry [5], nabmonatorcs B [11]. Jlaxke B MHOTOKpaT-
HO TIEpen3aHHOM CrpaBoyHHKe [8] 3HaueHust HB npu d,
paBHOM 2,8 u 4,5 mm ([8, Tabmn. 15.8]), u npu d = 2,4 Mmm
([8, Tabm. 15.11]) e coorBercTBytOT [5]. TouHOCTH TaO-
muaHoro 3afanus ¢ynkuuid HB(HRC) u HB(HRA) cHu-
’keHa M jnuckperHocThio uncen HRC u HRA. Dto npu-
BOJIUT K pa3HbIM 3HaueHUsIM HB nipu oguHakoBbix HRC u
HRA [11, 12], 9to ¢u3ruecku He BEPHO.

1 L 1
200 400 600 HB

Puc. 1. 3aBucumMocTH BpeMEHHOTO CONPOTHUBIIECHUS G, PAa3HbBIX CTa-
aeit (yrmepoaucroit (LJ), «xpomaHcuimb» (X), XpOMOHHKEICBON
(+), xpomomonudaeroBoit (O), xpomucToit (A)) OT UX TBEPAOCTH
HB 1o nannbivm [§]

Lenb nanHO# paboThl — MOCTPOEHHUE MPOCTHIX aHa-
JUTUYECKUX 3aBUCHMOCTEH, (pU3MYECKH BEPHO OIHKCHI-
BAIOIIMX YCTAaHOBJCHHbIE W NpEACTaBICHHbIE B TaOIHY-
HOM BHUJI€ B3aMMOCBSI3U MEX]y TBEPIOCTbIO, U3MEPEHHON
no mkajgaMm bpunemnns u PokBenia, 1 BpeMEHHBIM COIPO-
TUBJICHUEM CTaliell pa3HbIX KkiaccoB. C HCIOIb30BAHUEM
pa3paboTaHHBIX 3aBUCUMOCTEH Moiy4yeHa HoBas MH(MOp-
Marusi 00 UI3MEHEHHUSX BPEMEHHOTO COITPOTHBIICHUS (TIpe-
Jielila TIPOYHOCTH) CTajeld TOJA BIMSHHEM TEPMHUECKUX
00paboToK.

,Z[J'IH YCTaHOBJICHUA AHAJIUTHUYCCKUX 3aBUCUMOCTEN
0,(HB) st craneil pa3HBIX KJIaCCOB HCIIOJIb3yeM JlaH-
HbIe, TIpeAcTaBiIcHHbIe B [8, Tabxn. 15.8]. VYka3aHHbIe
BBIIIIC HECOOTBETCTBHS MEXKAY 3HaUeHUIMH HB u d (ipu
D =10 MM) B 9TOl TabIUIIE HUCITPABIICHBI B COOTBETCTBUN
¢ [5, mpuu. 3, Tabn. 1]. [Tonyuyennsie pesynasrarsl (puc. 1)
MOKa3aJIM, YTO U WCCIICNOBAHHBIX CTayleil (yHKIHO-
HaJIBHBIE CBSI3H G4(HB ) MOTYT OBITH AlIPOKCHMHUPOBAHBI
JTMHEHHBIMA 3aBICUMOCTSIMH BHIA

o, ~ tkHB, 3)

rae T = 1 kr¢/MM2 — pa3sMepHBIH MHOKHUTEND; k — KO-
(PUIMEHT MPOTIOPITOHATEHOCTH.

Craructudeckas 0o0paOoTKa JaHHBIX TPOBENCHA B
CTaHIapTHOI 000JI04Ke TIporpamMmbl XL, KoTopast paccuu-
ThIBaJla KOAQQUIMEHT k B TipoxosieM depe3 «0» ypas-
HeHUH perpeccud (3), KOAQPHUIMEHT R KOPPEISIUN MEXkK-
Iy G,, HalAeHHBIMU 1O (3) U G, TMPHUBEIACHHBIMHU B [8§,
Tabn. 15.8]. Cpeanee no n naHueM U3 [8, Tabn. 15.8] 3Ha-
YeHUE MOAYJIS | A| OTKJIOHEHUS Pe3yIbTaToB (G, ) pacuera

o, 110 (3) ot o, (tabl), npuBeneHHbIX B [8, Tadn. 15.8], co-
CTaBUIIO

_ 1<
(A= 316 =0 (tabD)} @)
i=1
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100 200 300 400 sw HB

Puc. 2. 3aBHCHMOCTH BPEMEHHOTO COTPOTHBJICHUS G, KOHCTPYKIIH-
OHHBIX YIIICPOAMCTHIX CTAJIeH MEPIUTHOTO KiTacca OT UX TBEPIOCTH
HB 1o nasHbBM [7]

CpenHee 3Ha4eHUE O MOAYJS OTHOCUTENBHOTO OTKIIO-
HEHHS Pe3yJbTaToB G, ; pacuera G, 1o (3) ot o, (fabl) u3
pabotsl [8, Tabmn. 15.8] paccuuThiBaIM Kak

100% < |G, —C ; (tabl)|
o, (tabl)

S:

(&)

nooia

IIpuBeneHupie B Ta0. 1 3HAYCHUS KOAPPHUIIMESHTOB £,
R? («x0>(QPUIMEHT TOCTOBEPHOCTH AaNMNPOKCUMAINM),
| Al v & nnst craneit pa3HBIX KJIACCOB IMOKA3bIBAIOT, YTO OT-

HOCHTETIPHOEC OTKJIOHGHHE O MEXIy PacCUNTaHHOU IO
(dhopmyite (3) 1 U3MEPEHHOH BETMUWHAMH G, JJISl YIJIepO-
JIUCTOH, XpOMOMOJTUOICHOBOW M XPOMOHHKEIICBOU CTaJICH
B 5 — 10 pa3 meHbl1e AUCKPETHOCTH (2 — 4 %) BeTUUMHBI
G,, O0YCITIOBICHHOH MUCKPETHOCTHIO M3MEHEHHS YHCIICH-
HOTO 3HaYeHUs apaMeTpa HB npu u3MEHEHHUH d C ILIaroM
0,05 MM B coorsercTBUHM C [5]. s XpOMHCTOH CTanu
cTanu «XpOMaHCHIIb» BeIWYHHA O BbIe. OJHAKO [T Ta-
KHX CcTajled oHa B 2—4 pa3a MEHbIIE MOTPEIIHOCTH
(£4 % [10]) mamepenust HB Ha cTaHIAPTHBIX MEpax TBEp-
JIOCTU. DTO MO3BOJISAET UCIIOIb30BaTh PE3YJIBTAThl U3Mepe-
HUS TBepHocTH HB craneil pa3HbIX KJIacCOB, MPEICTaB-
JICHHBIC B JIUTEPAType, s OIICHKU UX G, 10 popmyie (3)
¢ xod(ppunmentamu k, npuBeIEHHBIMA B Ta0II. 1.

ConocraBumM (cM. puc. 1 u tabn. 1) pesynsrarsl aHa-
JI3a COOTHOILEHUS MEXIY G, U HB yriepoaucThix cra-
neit, nonydenusie B [8] mpu D =10 MM, ¢ gaHHbIMH [7,
npUsIoKeHue 2], peKOMEHAOBaHHBIMH Il ONMCAHHS CBS-
31 MEXIY G, U HB 3THX KOHCTPYKLUHOHHBIX YIJIEpO-
JUCTBIX CTajJel MEpIUTHOro Kjacca Ipu usMepeHuu HB
[IOPTaTUBHBIMU TBeproMepamMu npu D, paBHoM 2,5 u
1,0 MM (puc. 2).

AHanu3 npecTaBIeHHbIX Ha pUC. 2 JaHHBIX II0Ka3all,
YTO 3aBHCUMOCTh Gy (HB) ymoBmetBopuTenbHO (|A|=

~ 2,29 kre/MM2; & ~ 2,6 %; R?~0,9956) omuchBaeTCs

HB

100

0 20 40 & HRC

Puc. 3. 3aBucumocts Mexay TBeproctamu HB u HRC craneii [8] u
JMHHUS TPEHJA 3TOH 3aBUCHMOCTH, ONMChIBaeMasi CTEHEHHON (yHK-
uueit (7)

TUHEWHOW 3aBUCHMOCTHIO (3) ipu k = 0,3414. Menbiee
3Ha4YeHue KoddduimeHTa k B (3), ueM B 3aBUCUMOCTH, TI0-
JyYEeHHOUW TP U3MEpPEeHHUH TBEPAOCTH HB Npu BIaBIHUBa-
HUM Iapuka guamerpom D = 10 MM, COOTBETCTBYeT 00-
MICTIPUHSITEIM MPEICTABICHISM O BIUSHUN MacIITa0HOTO
(bakTopa Ha cooTHOIeHHE Mexny HB u 6,. 3HaUYCHHS KO-
a¢¢unuenta k£ B (3) MOryT OBITh MCIOJIB30BAHBI I KO-
JMYECTBEHHON OIeHKH 3TOoro 3ddekra. OTMETHM, YTO
NN 1114%00) TOYHOCTh pacuera O, 1o HB
(Al = 0,975 xkre/mMm2; 8 ~ 1,06 %; R?~0,9996) obGecrie-
YHBACT MMOJMHOMHUANIEHAS JTUHUS TPCHAA MPEICTABICHHON
Ha puc. 2 3aBUCUMOCTH:

5, ~ 1[0,0002HB2 + 02161 HB + 16,167]. (©)

TloBblillIeHHE CTENICHU MOJMHOMA JIUHUU TPEHA AJIsl JaH-
HBIX, IPEJCTABIICHHbIX HA PUC. 2, HE MIPUBOJIUT K CHIKE-
HUIO TIOIPEIIHOCTH OLIEHKHU G, 110 [1B.

MHorue ucciaeJoBaHus BIMSIHAS TEPMUYSCKUX 00pa-
0OTOK cTayiell Ha UX TBEPAOCTh MPOBEJCHBI C UCTIOIB30Ba-
nueM mkan HRC u HRA [14]. YcraHoBuUM CBSI3b TBEp-
JIOCTH CTaJeil, ONpPEeNeIEHHOM 0 ATUM IIKanam, ¢ TBEp-
JIOCTBIO, U3MEPEHHOM 10 1wiKane /8. [{nsg nonydyeHus aHa-
TUTHIECKON 3aBucumoctu Mexny HB u HRC cramu wuc-
MOJIb3yeM JIaHHBIC, TpuBeAcHHBIC B [§, Tabm. 15.11]. Ilo
CPaBHEHHUIO C MHOTUMH JIPYTUMH WCTOYHUKAMHU B ITOH
Ta0nuile, BBIIIEPIKABIICH MHOTOKPATHBIC TIEPEH3/IAHMUS,
yuciennble 3Hauenus HRC B 3aBUCUMOCTH OT HB n3Me-
HSIFOTCSI MOHOTOHHO M OXBaThIBAlOT BECh BO3MOKHBIN JiMa-
ma3oH usMeHenuss HRC — ot 1 go 72. JlaHHbIe, BBIXOMIS-
Me 3a NpeAebl perflaMeHTHpPOBaHHOTO [S5] AuanazoHa

Tadmuua 1. Pesymeratel cTaTucTH4eckoi 00paOOTKH JaHHBIX pacdeTa o Gopmyre (3) u m3MepeHus 1o [8] BpeMEHHOTO COMPOTHUBIICHHS CTa-

el Pa3HbIX KJIaCCOB

Knacc cramu o [8] CumBou Ha puc. 1 k R? \K| , Kre/mMm? 5, %
VYrnepoaucras [ 0,3599 0,9999 0,355 0,377
«XpOoMaHCHIIbY X 0,3586 0,9984 1,187 2,22
XpOMOHHKeNeBast + 0,3399 0,9999 0,345 0,377
XpomMoMonHuOIeHOBas O 0,3296 0,9998 0,398 0,436
Xpomucras A 0,3500 0,9998 1,286 0,956
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HB [8]

T00

500

300

100

100 300 500 700 HB (7)

Puc. 4. KoppensauuoHHoe mosne MexAy pe3ylbTaTaMH pacdera
TBeprocTH HB craneii no (7) ¥ npencTaBIeHHBIMH B [8] TaHHBIMU O
HB cramu ¢ n3sectHoit HRC u nmuHus TpeHya (8) 3Toif 3aBUCHMOCTH

n3MeHeHus HB, He OyaeM HCKIIIoYaTh M3 pPacCMOTPEHHSL.
OTMeUeHHOE BEINIC HECOOTBETCTBUE CTAHIAPTY MEXKIY
3HaueHussMU HB u d [8, Tabn. 15.11] ucnparieHo corac-
HO [5, mpwi. 3, Tadm. 1].

Ha puc. 3 npusenena 3asucumocts HB ot HRC B co-
orBeTcTBUM ¢ [8]. OnmcbiBacMas CTETICHHOW (PyHKITHEH
JIMHUS TPEHIA ATOW 3aBUCHMOCTH UMEET BHI

HB ~ 0,0977HRC? + 1,053HRC + 161,41 (7)

npu ko3ddunuente koppemsimuu R = 0,99956 mexnay
pesynbTaramMu pacueta 1o (7) u TabnUYHBIMU JAHHBIMHU
0 HB. 3meHeHnue BUaa (GyHKUUH JIMHUM TPEH/A U MOBbI-
IIEHHE CTerNeHU nonuHoMa (7) He MPUBOIAT K yBeJIHue-
Huto R.

Ha puc. 4 npeactaBieHO KOPPEISIIHOHHOE TOJIE MEX-
Iy pesyabratamu pacuera HB(calc) nmo (7) u npuseaeH-
HbIMU B [8, Tabn. 15.11] nanusimu HB(tabl) o HB ctanu ¢
n3ectHort HRC.

CrarucTudeckue mapamerpbl CBSI3H (! — TOCTOSH-
HBIH k03¢ (HUIHEHT)

HB(tabl ) = tHB(calc) ®)

npu 1 < HRC < 72 nipeicTaBICHBI B Ta0I. 2.

ITorpemHocTr onieHkH 1o hopmyite (7) HB craei mo
nx HRC B BO3MOXHOM Juana3one n3menenus HRC cyie-
CTBEHHO MEHbIIIe (CM. Tab. 2), 4eM 1o dpopmylie

HB ~ 0,1HRC? + 1,3HRC + 160, )

pexomeHnoBanHOi B [13] ans oueHku HB TepIUTHBIX
craseit B nuanazone 1 < HRC < 45.

Jlnst paspabotku Oonee mpoctoro, yeM (7) wiu (9),
AQHAJIMTUYECKOTO BBIPAYKEHUS!, IPUTOTHOTO JJIST UCTIOJIB30-
BaHUsS Ha MPaKTHKE, BOCIOJIb3YyEMCS TE€M, YTO 3HAYCHHS
HRC KOHCTPYKIHMOHHBIX CTajel (eClM HCKIIOYUTH OIle-
yarky B [14, Tabn. 5.1]) He menbme 11 [14]. B nuamazone
9 <HRC <72 u3 0ECKOHEYHOTO YHCIa BO3MOXXHBIX WH-
teprossiuii 3apucumoctn HB(HRC') TpeOOBaHUIO TIPO-

HRA
80
70
(] "
50
0 20 40 60 HRC

Puc. 5. KoppensauuoHHoe nose cBsI3u Mexay TBepaocTsIMu HRA u
HRC 1o nansaeM [8] u nuaus TpeHaa (12) 3Toit 3aBUCHMOCTH

CTOTBl M TOYHOCTH alNpOKCHMMaluM MJaHHBIX U3 [5,
Tabn. 15.11] ny4ire Bcero ynoBneTBopsieT (yHKIUA

HB ~ 0,28 HRC'S + 163. (10)

PesynbraThl craTHCTHYECKOW 00pabOTKH NAHHBIX KOppe-
JSIMOHHOIO IOJIsl MEXJY pe3ylbTaraMu pacdera HB 1o
(10) u mpencrasneHHsIME B [8, Tabm. 15.11] nanHpIMU O
HB cranu ¢ m3BectHoit HRC mpencramieHbl B TaOI. 2.
CpenHee OTKIIOHEHHE pe3ylbTaroB pacuera HB crtamu c
n3BectHoid HRC no popmyne (10) oT kiraccuueckux Tad-
JIMYHBIX JJAHHBIX — MeHee 5 e1. HB, 4To COCTaBIsAET OKO-
70 1,5 % HB. JT0 mouTH B TP pa3a MEHbLIE OrPEIIHO-
CTH W3MEPEHUSI TBEPAOCTH B TBepAOMepaMH Ha CTaH-
JapTHeIX Mepax TBepaoctH [10]. Ilpu aTom 3HaunTEIBHAS
9acTh OTHOCHUTEIBHOW MOTPEIIHOCTH PacueTa BEITHYHHBI
HB 1o ¢opmyne (10) oOyciaoBieHa He HETOYHOCTBIO WH-
tepnossiuuu ¢pynkuueit (10) 3aBucumoctu HB(HRC) nist
CTajei, a JUCKPETHOCTHIO TIPEACTABICHUS IAaHHBIX O
tBeproctd HRC cranu B [8, Tabn. 15.11]. Dto mo3BomnseT
pexomennoBatk (Gopmyny (10) mHapsgy ¢ dopmymnoit (7)
U OLIEHKH! BenmuuHbl HB cranei o ux HRC u njs ana-
JIM3a CBA3HM MEX]y ’TUMH YMCIIaMH TBEPIOCTH B3aMEH He-
YHOOHBIX JUIS HMCIIONB30BaHMS M (PU3NYECKHA HE TOYHBIX
TaOIuII.

bimskue mo TouHoctn pacuera k dopmyne (10) pe-
3yJbTaThl oOecrneunBaeT (CM. Talll. 2) U SKCHOHEHIHAIb-
Hast PYHKIUS:

HB ~ 147¢0234HRC (11)

Hexotopoe cHmkeHHe K0 dHUIreHTa R KOPPEIIIIHA Me-
KAy TaOJIMYHBIMU JaHHBIMU U pe3ysbTaraMu pacuera HB

Tadmuua 2. Pesynpratsl craTucTHYecKOW 00pabOTKH COOTHOLIE-
uus HB u HRA 1o [8] ¢ naHHBIMHU pacyera mo pa3HbIM (GopMmyaam
HB n HRA ctaneit no ux HRC

PaccuutbiBaemoe

YHCIIO TBEPIOCTH t R? |Al, en. HB, g, %
(HOMep popMyIIBI) HRA

HB (7) 1,000 0,9993 3,68 1,16
HB (9) 1,013 0,9992 5,49 1,72
HB (10) 1,001 0,9987 4,78 1,63
HB (11) 1,002 0,9976 6,65 1,80
HRA(12) — 0,9975 0,328 0,51
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Puc. 6. 3aBUCHUMOCTH BpEMEHHOI'O CONpPOTHUBIEHHUS G, CTalel
35 (0), ¥8 (A) u Y10 (1) or temneparyp T, 3axanku (a) u T,
ormycka (6)

o ¢opmynam (10), (11) mo cpaBHEHHIO C PacyeToOM I1O
(dopmyie (7) B coorBercTBUU € [15] 00yclOBIIEHO TiiaB-
HBIM 00pa30M CyXeHHeM Juana3oHa n3meneHust HRC.

[ monydeHus aHAIUTHYSCKOW 3aBHCUMOCTH MEXK-
ny HRA w HRC ucnonb3dyeM TabIM4YHbIE 3HAUEHUS TUX
yHucesl TBEpAOCTH, IpeiacTaBieHHble B [8, Tabdm. 15.11].
Ha puc. 5 npezacraBieHO KOPPETSLUOHHOE IOJE CBSI3U
mexny HRA w HRC. JluneitHast QpyHKIMS JTUHUK TpeHAA
JTOM 3aBUCUMOCTHU

HRA ~ 0,434HRC + 52,447 (12)

MOXeT OBbITh MCTIOJIb30BaHa Jiis pacdeta HRA o HRC (u
HRC 1o HRA') ¢ NOTpenIHOCThIO (CM. Tab. 2), IpakTHUe-
CKH OOYCIIOBICHHOW JIMIID AUCKPETHOCTHIO TAOIHMIHOTO
npencraBneHus yncen TBepaoctu HRA n HRC.

Takum o0pa3oM, MeToguuecKas HOBH3HAa pabOThbI
3aKJIIOYAeTCsl B aHAJIMTHYECKOM IPEACTaBICHUN B3aUMO-
CBs3eH MeXay TBEpAOCTAMH CTajleld, H3MEPEHHbIMU
no mkanaMm HB n HRC, HRA n HRC, ycTaHOBJIEHUH J10C-
TOBEPHBIX KOA((PHUIHEHTOB MPOMOPIMOHATIBHOCTU B JIU-
HEIHOH CBSA3U MEXKAY TBEPIOCTbIO /[IB 1 BPEMEHHBIM CO-
MPOTHBICHHEM (TIpelesioM TPOYHOCTH) CTaled pPa3HBIX
knaccoB. [Ipu aTom paspaboraHHble (QyHKIIMH OMUCHIBA-

I0T 9TH 3aBUCHMOCTH BO BCEM [Halla30HE BO3MOXKHO-
ro Uil crajiedl M3MEHEHHs IapaMeTpOB MaTeMaTHYeCKH
pocTo, (pu3myueckn BepHO W OoJiee TOYHO, YeM H3BECT-
HbI€ (C MUHUMAJIbHOM HOIPEIIHOCTHI0 OTHOCUTENBHO Ta0-
JIMYHBIX JaHHBIX).

B kadecTBe mpuMepa, HIUTIOCTPUPYIOIIETO IIPaKTHIe-
CKYIO0 3HAUUMOCTH Pa3pabOTaHHBIX (OPMYII, UCIOIb3YeM
UX JUIS aHAJIHM3a BIWSIHAS PEKUMOB TEPMHUYECKOH 0Opa-
0OTKH Ha BPEMCHHOE COMPOTUBIICHUE YIIICPOIAUCTHIX CTa-
neit 35, Y8 u V10. B crpaBouHuke [ 14] npuBeneHb! IHIIb
nanaele o TBeproctu HRC stux craned. M3 (10) u (3)
¢ yderoMm 3HaueHUs kodpdunuenta k= 0,3599 (cm.
Tabmn. 1) Ui yrepoaucThIX CTallel MOIyYuM

5, ~ 1(0,1008 HRC'S + 58,66). (13)

Ha puc. 6 nmpuBeneHB! 3aBUCUMOCTH BPEMEHHOTO CO-
npotuBJeHus ¢, cranen 35, Y8 u Y10 ot temmeparypsl
3aKalIki M OTITyCKa, Toy4eHHbIe o Gopmyse (13) ¢ uc-
MOJIb30BaHKEM JIaHHBIX O TBepaocTtu HRC 3Tux craneit u3
[14, Tabn. 2.1, 2.2, 4.1, 4.3, 5.1, 5.2]. AHanu3 3TUX JaH-
HBIX TMOKAa3bIBAET, YTO 3aKaJKa YIIIEPOAMCTBIX CTaJed OT
T, > 850 °C nosbimaer o, B 2,5 — 2,8 paza. [Ipu stom o,
BBICOKOYTIepoaAnucToil ctamu Y10 Ha 28 % BblmIE, ueM
cpenHeyrepoauctoil ctanu 35. [lpu yBenuueHuu temiie-
paryp ortmycka (7,) ymiepoaucTeix ctaneit ot 200 1o
700 °C mpoucxoauT JUHEHHOE CHUKEHHE UX G, 10 YPOB-
HSI HE3aKaJEHHOTO coCTOosHUs. C HCIONB30BaHUEM pa3pa-
00TaHHBIX (OPMYN MOJOOHBIC PE3YyNIBTAaTHl MOTYT OBITH
JIETKO TIONMYYEHBI JIIOOBIM HCCIEOBATEIEeM UL JIOOBIX
CTaJiel 1o pe3yibTaTaM H3MEPEHHUS UX TBEPHAOCTH WIH
CBEJICHUSIM O HEW, MPUBEACHHBIM B CIIPABOYHOW WU Ha-
YYHOI1 JINTEepaType.

B 3axmroueHrne MOXXHO cJieNaTh CIeTyIOIUE BBIBOIBI.

1. Pa3paboranbl aHanuTHdeckue 3aBucumoctu (7),
(10) u (12) nns ommcaHusi B3aUMOCBS3EH MEKIY TBEPIIO-
CTSIMU cTasiel, n3MepeHHbsMH 1o mkanam HB u HRC,
HRA w HRC. Tloka3zaHo, 4To pa3paboTaHHbIe (YHKIIUU
OTIMCHIBAIOT ATH B3aHMOCBS3H B BO3MOXKHOM [T KOHCT-
PYKIMOHHBIX CTajJiel Anarma3oHe U3MEHEHHS IapaMeTpOB
(u3uUecKy BepHO U O0JIee TOUHO, YeM U3BECTHEHIC.

2. YcraHoBJeHbI (CM. Tabi. 1) CTaTUCTHYECKHU 1OCTO-
BEpHbIE KOAPPHUIMEHTH TPONOPIUOHAIFHOCTH B JTMHEH-
HBIX B3aUMOCBS3:X (3) Mexay TBepAOCThI0 HB, u3mepeH-
HOM IIpY BABJIMBAaHUM L1apa AuaMerpoM D, paBHbM 10 u
2,5 MM, U BPEMEHHBIM COIIPOTHUBIIEHUEM G, CTajledl pas-
HBIX KJIaCCOB.

3. Tlomydenusle (GopMyIIBI TO3BOIHIN KOIUIECTBCH-
HO OLICHUTH BIIMSHHUE TEMIIEparyp 3aKajJK{ U OTIyCKa Ha
U3MEHEHHUS G, yIIIepoaucThiX ctaneit 35, Y8 u Y10 no pe-
3yJbTaraM u3MepeHuit ux reepaocta HRC.
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VIEJBHAS QHEPTUS YIIPYTOIVIACTUUYECKOM JE®OPMAIIMU,
HEOBXOINMASA J1JIs1 OBPA3OBAHUSA TPEIHINHDBI
P WTHAEHTUPOBAHUHA YIIPOUHAIOINX MOKPHITHIA'

© B. M. Marionun, A. 0. Mapuenkos, H. A. Cracenko’
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Cmamusa nocmynuna I Hoabps 2016 e.

M3BecTHBIE METOMKH OLEHKH TPEHIMHOCTOMKOCTH BBICOKOTBEP/IBIX MIIM YIIPOYHEHHBIX MOBEPXHOCT-
HBIX CJIOCB MaTcpUuajioB BAABJIIMBAHHUEM ITHPpaMUIbI IPEAHA3HAYCHBI IS CJITy4acB 06p330B3.HI/l$I pagnaib-
HBIX TPELIMH BOKPYT oTnevarka. OJHAKo MPY BIABIMBAHUH NMUPAMHABI B HEKOTOPHIE THITBI YIIPOYHS-
FOLIMX MOKPBITUH, HAITPUMEP, U3 HUTPUIAa TUTaHa, 00pa3yroTCs He paualibHbIE, a KOJIbLIEBbIE TPEIIHUHEI
BOKpYI' oTreyarka. J[jis 3Toro ciyuas TPEIIMHOOOPA30BAHMS IPELIOKEHA METOIHMKA OIPENeTICHUS
VACNBHOM SHEPTUH YIPYTOIUIACTHYECKOM nedopMariny, HeoOX0MUMOM /it 00pa30BaHMs TIEPBOM BUIU-
MO TPEUIMHBI, C HCIIONB30BaHAEM KHHETHYECKOM JMarpaMMbl BIaBIMBaHUA. 110 3TOi SHEpruu Bo3-
MOXKHO CPaBHEHHUE CIIOCOOHOCTHU MOKPBITUI CONPOTUBIIATHCS 00Pa30BAHUIO TPELMH JIF0O0T0 BUAA.

KiroueBblie cjioBa: yrpouHSIOLIME MOKPBITHS; KUHETHYECKOE HHICHTHPOBAHNE; KOJIbLIEBbIE TPEIMHBI;
COIPOTHBIICHUE 00PAa30BaHUIO TPEIINHBIL.

DETERMINATION OF THE SPECIFIC ENERGY OF ELASTOPLASTIC STRAIN REQUIRED
FOR CRACK FORMATION IN HARDENING COATINGS UPON INDENTATION

© V. M. Matyunin, A. Yu. Marchenkov, and N. A. Stasenko

Submitted November 1, 2016.

Current methods of assessing crack resistance of strengthened surfaces using pyramidal indenter are intended only for
the case of radial crack formation around the indenter. However, for certain types of hardening coatings, e.g., titanium
nitride based coatings, indentation leads to formation of ring rather than radial cracks around the indenter. For this
case of crack formation, we propose to use kinetic diagram of indentation to determine the specific energy of
elastoplastic deformation which provides formation of the first visible crack. This energy can be used to compare the
ability of coatings to withstand any kind of crack formation.

Keywords: hardening coatings, kinetic indentation, ring cracks, crack resistance.

Hanecenue ynpo4HSOIIMX MOKPHITHI HA JAETadd U KOH-
CTPYKIIMH, PabOTAIOIINE B YCIOBHUSAX MOBBIIMICHHBIX KOH-
TaKTHBIX HArpy30K M H3HOCa, SBISIETCSl S(PQEeKTHBHBIM
CIocoOOM yBeJMUeHHUs pecypca ux dKciutyaranuu. Kade-
CTBO HAHECEHHBIX TOKPBITHI OLICHUBAIOT [0 MHOTHM I1a-
pamerpam, Cpe/i KOTOPBIX BaXKHOE MECTO 3aHUMAeT Tpe-
IIMHOCTORKOCTh. OT 3TOTO HapaMeTpa 3aBUCHT KOHCTPYK-
IIIOHHAs IPOYHOCTH BCETO M3IENHs, Ha KOTOpOe HaHECe-
HO mokpeitie. OOBIYHO MPH pa3paboTKe HOBBIX COCTABOB
VIPOYHSIOIINX TOKPBITUH U TEXHOJOTMH MX HAHECCHHS
CTPEMSITCS TIOBBICUTD TBEPIOCTh. OJHAKO C YBEITHUCHHEM
TBEPAOCTH 3amac IACTHYHOCTH, KaK MPABHUJIO, YMCHBIIIA-
€TCsI, YTO MOXET MPUBECTH K XPYMKOCTH M CHUXKCHHIO
TPEIIMHOCTONKOCTH MOKPBITHS.

HaubGonee >p¢pexTHBHBIM METOIOM MEXaHUYeCKHX
UCTIBITaHHA, TIO3BOJISIOIIUM OIICHUTH TPEIIMHOCTONKOCTh
MOKPBITHH, SBJISACTCS HHICHTHPOBAaHHE. JTO CBA3aHO
C TEM, YTO YIPOYHSIOIIME MMOKPBITHS OOBIYHO HMEIOT
MAJIyt0 TOJIIHMHY, & TOITOMY M3TOTOBUTH U3 HUX MHUKPO-

00pasIpl BechMa MpoOJIEMaTHYHO, & BO MHOTHX CITydasx
1 HEBO3MOXKHO.

OnHa M3 OCHOBHBIX XapaKTEPUCTUK TPEUIMHOCTOM-
KOCTH — KPUTHUYECKHH KO3(D(UIMEHT HHTECHCUBHOCTH
HanpsokeHuit K. OnHako ecnu ams onpeaeneHust K. Ha
o0pasnax W3 OTHOPOJHOIO MaTepHaja C BBIPAIICHHOM
Tpemmmnoi cymectByer ['OCT 25.506-85, To crangapra
JUIsl oueHku K;. METOJOM HHJICHTHPOBAHMS B Halel
cTpane roka HeT. Bmecte ¢ Tem enie B koHIle 70-x — Hada-
ne 80-X TOIOB MPOIUIOTO BEKa YXKe OBUIA TPETTIOKCHBI
METOIHMKH U (popMyITBl ISl onpenenenus K, HHISHTHPO-
BaHMEM MHpaMHAOKH BHKKkepca TOHKHX CJIOEB BBICOKO-
TBEPABIX MaTepHajioB. B 3T GpopMynsl BXOAAT 3HAYCHHS
TBeproctu no Bukkepcy HV, reomeTpuueckrue mapamer-
pBI OTIIeYaTka U TPEUIMHBL. B HekoTopsie (opMyssl Jo-
MOJTHUTEJIBHO BKIIIOUEH MOAYJb YIPYTOCTH E, KOTOPBIH
TaK)Ke MOXKHO ONPEAEIUTh HHACHTUPOBAHUEM.

Ha puc. 1 mpencraBneHa cxema oOpa3oBaHHS paiu-
aJbHBIX TPEIIMH Ha MOBEPXHOCTH Marepuaia MpU BIaB-
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Puc. 1. Cxema o0pa3oBaHUs pagnalbHEIX TPEIIUH IPH BaBIHBa-
HUM TIHpamMuabsl Bukkepea

JMBaHUU nupaMubl Bukkepca ¢ ykazaHMeM XapaKTepu-
CTHK T'€OMETPHUYECKHUX IapaMeTpOB OTIeYaTka U TPellu-
HBI, @ HIDKE B KaueCcTBE IIPUMeEpa MIPUBEIEHBI U3BECTHbIE
(dopmyiel It onpeaeneHust K .

-3/2
K16:0,16HVa”2(2) [1], M
E 0,4 B -3/2
ch=0,067HVa”2(H—Vj (—) (2], 2
a

e a = d/2 — moyuaroHab OTIeYaTka; ¢ — YCIIOBHASA
JUIMHA TpeluHbl; £ — Moaynb ynpyroctu; HV — TBep-
JIoCcThb 0 Bukkepcy.

Crnemyer OTMETHTb, YTO JUJIsl HEKOTOPBIX YIPOUHS-
IOIMX MOKphITUH, Hampumep u3 TiN, mpu BHeIpeHHU
OUpaMUIbl 00pa3yloTCsl HE pajuajibHble, a KOJBIEBBIC
TPELIMHBI BOKPYT oTnevarka. Ha puc. 2 npuBeneHs! kap-
THUHBI 00pa30BaHUs MEPBOM U MOCIEAYIOMNX KONBLEBBIX
TPEIIMH BOKPYT OTIIEYaTKa MPH BIAABIUBAHUH THUPAMUJIBI
B MOKpbITHe u3 TiN, HaHECEHHOTO Ha TOMIOXKKY W3
cranu 45.

OpnHol U3 MEPBUYHBIX KOTWYECTBEHHBIX XapaKTepH-
CTHK COIPOTHBIICHHS MaTrepHaia O0Opa30BaHUIO INEPBOH
BUJVMON TpPEUIMHbI SBJIAETCA KpPUTHUYECKas Harpyska
BIABIMBaHUs MUpaMubl F . Onpenenuts ee mpu cry-
[I€HYaTOM BJABJIMBaHUM NHPAMHUJIbl BECbMa CI0XKHO. Mbl
rpeyiaraéM HCIOIb30BaTh I 3TOr0 KHHETHYECKOE HH-
JEHTUPOBAaHUE C PerucTpaluell AuarpaMMbl BAaBIUBaHUS
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Puc. 3. [lnarpamMMbl BOaBIMBaHUs aJIMa3HOM YETHIPEXTPAHHOH MH-
pamuasl B mokpeiTHe n3 TiN B KoopAMHATaX Harpyska F — mepeme-
LIEHUE NHIIEHTOpA ¢ (@ ) M HAarpy3Ka F — BpeMs T C HAJIOKEHUEM CHT-
HAJIOB aKyCTHYECKOi amuccuu RMS (6)

Harpy3ka F — nepemernieHue nuaeHTopa ¢. Jljis omnonxu-
TEIBHOTO OOOCHOBAaHWS MOMEHTa OOpa3oBaHWs TEPBOM
TPELIMHBl KHHETHYECKOES HHICHTHPOBAHHE COBMECTILIH C
perucrpanueii CUrHaiIoB aKkycTu4eckoil smuccun (AD). B
KauecTBe MpeoOpa3oBaTelss aKyCTHUECKOH OMHCCHH
(ITAD) wucnonb3oBanu pe30HAHCHBIN MpeoOpazoBareb
GT200 ¢ ygactotoit pe3onanca 150 k['u. Curnan ¢ I1AD
MOCTYNAeT Ha YCHIUTEIb C KOA(PQUIMECHTOM yCHICHHS
34 nb u wacrotHeM ¢mibrpoM 1 — 500 k['m. s c6opa
JAHHBIX AD HCIOJB30BAIM JIBYXKAHAIBHBIA MPHOOP
UNISCOPE. Curnansl u3Mepsuid ¢ 9acTOTON JUCKPETH-
3aruu 2,5 MI 11, 9To cormacyeTcs ¢ mojIoCoi YacTOT U3Me-
PUTETBHOTO TPaKTa.

Kunernueckoe MHACHTHPOBAHHUE BBIIONHSIIN HA aB-
ToMaTH3upoBaHHOM npudope MOU-TA [3]. Jlns unneH-
TUPOBAHUSI TIOKPBITUH TOIIMHOW MeHee 10 MKM HCIOJIb-
30BaJIi YHUBEpCalbHYI0 MamuHy Instron 5982 B pexume
HarpyxeHus: cxxatueM. CKOpOCTh JAe()OpMHPOBAHHUS MIPH

Puc. 2. Pe3ynbrarsl BAaBnuBaHus MupaMuabsl Bukkepca mo pa3HeIMK Harpy3kamu £ B mokpsiTre u3 TiN, HaHeCeHHOE Ha MOUIOXKKY U3 CTaln
45: a — ner tpemuH (F = 200 I'); 6 — obpazoBanue nmepBoit BUANMOI KonbieBoi TpemwHsl (£ = 700 I'); 6 — 006pa3oBaHne HECKOIBKHX BHIH-

MbIX TpemuH (F = 1500 T)
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uHAeHTHpoBanuu coctasisia 0,025 mm/mMun. TourOCTH
n3mepenus Harpy3ku — +0,01 H, a nepememenus naieH-
Topa — +0,25 Mxm. 17151 ZOCTOBEPHOTO ONpeIeIIeHHS T1e-
peMellIeHHsT UHACHTOpa ¢ YYUTBIBAIH KECTKOCTh (YIIpy-
T'YIO MOAATINBOCTH) MPUOOpPA U MAIIHHBEL, ONPECICHHYIO
1o Meroauke Onusepa — dappa ¢ UCNIOIB30BAHUEM KHHE-
TUYECKOM AMarpaMMbl BIABIMBAaHUA C BETBSIMU Harpyxe-
Hus u pasrpysku [4]. Ha puc. 3, a nmpencraBneHa KWHETH-
yeckas Adarpamma BIABJIMBaHUS [ — ¢ Ui OKPBITHS U3
TiN, HaHeceHHOTO Ha MOAJOXKKY U3 cranu 45. TommuHa
MOKPBITHS COCTABIIsUIAa IPUMEPHO 25 MKM.

Ha nuHum Harpy)xeHus AvarpaMmbl BJaBJIMBaHUS
HaOJFOIAOTCS TIEPEIIOMBI, KOTOPBIC BBI3BaHBI 00pa3oBa-
HHUEM KOJIbLIEBBIX TPELIMH BOKPYT oTiiedaTka. [1epBblii me-
pesioM — npu Harpyske Fi, u niyOuHe OTneyarka f, —
COOTBETCTBYET 0OPa30BAHUIO MEPBOIl KOJIBLIEBON TpeEIu-
HBl BOKPYI' OTI€Yarka. JTO MOATBEPAKAECHO IOBTOPHBIMU
BABJIMBaHUAMHU B JPYTUX MECTax IOKPHITH IIPU HArpy3-
kax F < F, ¢ IOCIeyoIen MoIHON pas3rpy3koid. Tosbko
TIPU JIOCTHXKEHUH F', U TIOCTIEYIONIEH TIONHON pasrpyske
Ha IOBEPXHOCTU TOKPBITUS C IOMOIIBIO MHUKPOCKOIA
MOXKHO OBUIO YBHUJETH MEPBYIO KOJBILEBYIO TPELIUHY BO-
kpyr ornedarka. [Ipu Harpyskax F> F\, MOIIH BO3HH-
KaTb YU IOCJIEHYIOLINE KOJBbLEBbIE TPELUHbI. JomnosnHu-
TENBbHOE (PU3UUECKOE MOATBEPKICHHE 00pa3oBaHus Tep-
BOM KOJIBLIEBOM TPELIMHBI NOTYYEHO HAJIOKEHUEM CHTHa-
JIOB aKyCTUYECKOM AMHUCCUU HA TUarpaMMy BIaBIMBAaHUS
(cm. puc. 3,6). B MomeHT noctiwkenns F,, BO3HHKAIM
UMITYJIbCBI ¢ BBICOKMMU aMIUIMTYIOWU U SHEPrueu, COBIIa-
JIaloIIKe 110 BPEMEHU C IOSBJICHUEM IIEpeioMa Ha JIMHUU
Harpy»KeHus AUarpaMMbl BAaBIUBAHHUS.

Takum 00pa3oM, yCTaHOBIIEHO, YTO HArpyska F, sB-
JSIETCSl KOJMMUYCCTBEHHBIM MapaMeTPOM, XapaKTepHU3yIo-
M COMPOTHUBJICHHE Marepuasa oOpa30BaHUIO NEPBOM
TPEIIMHBI B OKPBITHH BOKPYT oTieyarka. OpHako Oomee
IIOJIHO 3TO COIPOTHUBIIEHUE MOXHO OLEHHUTD 10 TBEPAOCTH
WIH YICTHHOM paboTe YIpyromacThIeckon nedopMarmu
npu Fy, u t,. Cormacuo I'OCT P 8.748-2011 npu kune-
TAYCCKOM UHJACHTHUPOBAHUU («HHCprMeHTaJ’IbHOM HUH-
JCHTUPOBAHUM» B 3apyOe:KHOH TEPMHHOJIOTHH) MOXHO
OTIpeNeNNuTh TBEPIOCTh 0 Maptency HM, koTopyro 060-
3HauMM Kak HM,, ipu Fi, 1 £,

M Lo 3)
26432,

Bmecre ¢ Tem npu onpeneneuun HM,,, MoryT Bo3-
HUKHYTb orpaHudeHuss B coorserctBuu ¢ ['OCT P
8.748-2011. OgHO M3 HUX CBSI3aHO C JIOMYCKAEMON MUHU-
MaJIbHOHM TITyOMHOM OTrneyarka, paBHOW 6 MKM, a Jpyroe
— C HEOOXOAUMOCTBIO 00€CIIEYEHNT OTHOLIEHHS TOJILIM -
HBI TTOKPBITHS K IIyOWHE OTIEYaTKa, PaBHOTO HE MEHeEe
10. B cBs13u ¢ 3TUM 17151 TOHKUX TMOKPBITHNA OTIpeieTieHne
TBepRoCcTH HM,, Jaime BCEro MOXKET OBITh HEKOPPEKT-
HBIM. [loaToMy memnecooOpa3Ho HaXOOUTH YAEIBHYIO pa-
00Ty yHpyromiacTuueckor aedopMaruu. AOCOTIOTHAS
paboTa ynpyromiacTHIecKoi gedopmManuy Ha Ha9aIbHOM
YYaCTKe IMarpaMmbl BAABIUBAHUS 10 F, U [, pPaBHA:

[

W = det. (4)
0

Kaxk cnenyer us puc. 3, W, Xapakrepusyercs 3alTPpUXO-
BaHHOM IUIOINAABIO AuarpaMMbl BIaBJIMBAaHUA, OTrpaHH-
YEHHOM JIMHHUEH HArpyKeHus 10 F, ¥ t,. [Iockoibky Ha
paccMaTpuBaeMOM YYacTKE AWATPaMMBI 3aBUCHMOCTH F
OT ¢ OIHM3Ka K MPSMOJIMHEHHOMU, TO NPUOIMKESHHO

Wi = Feplp/2- )

Ecin W, oTHecTH K ynpyromiacTudeckomy o0beMy
mareprana (Vy,)g, TO TONYYHM YIEIbHYIO PaboTy O,
Onnaxo onpenenenue (Vy,), BECbMa CIOKHO, & TI0ITOMY,
YYUThIBas TPAMO MPONOPUUOHAIBHYIO CBsA3b (Vi) €
00bemoM ornieyarka Vi, [S], W, MOXKHO OTHECTH K 3TOMY
00beMy, B pe3ylbTare 4ero MOJYYHM YCIOBHYIO YAENb-
HYI0 paboty @, Ecmu ydects, 4to 00beMm oTmeuarka

= 3
Vip = 81671}, 10

WKp FK
o, = =0,0612—2 6
v " (6)

Kp Kp
VienbHyo paboTy ®,, MOXHO BBIPA3UTh B Jox/MM3 i
Mk /m3.

B Tabnnue npusenenst 3nadenus Fy, tp, W 1 o,
JUTST HECKOJIBKUX TOKpbITHH 13 TiN pa3HO# TOJIIMINMHEI, Ha-
HECEHHBIX ITPH Pa3HBIX PEKUMaX.

W3 Tabnuipl CIEAyET, YTO My, 3HAYMTENLHO pa3Inya-
€TCsl IS IPUBEJIEHHBIX MOKPbITHiA. [103TOMY 110 ®,, MOK-
HO CPaBHUBAThH YNPOYHSIONIUE MOKPHITHS 10 UX CIOCO0-
HOCTH COMPOTHUBIATHCS 00Pa30BaHUIO MEPBOW TPEIIUHBI
nroboro Buna. Uem Brlle Oy, TEM JIYYIIE T croco0-
HOCTb U TCM 60.]'166 KAQUCCTBCHHBIM SBJISACTCS HOKpLITI/Ie.

Pe3yJ'II)TaTBI 3KCHCpHMeHTaHLHOfI OLICHKHU COIIPOTUBJICHUS O6pa3OBaHI/IIO HepBOﬁ BUIUMOU TPEIINHBI HEKOTOPBIX HOKpI)ITI/Iﬁ Ha ocHoBe TiN ku-

HETUYCCKUM MHICHTUPOBAaHUEM

Homep nokpbitust Fp H fyp> MKM Vipr MM Wiep» Hokc Oyps Tox/Mm3
1 6,70 7,4 3309,5 - 107° 2,48 107 7,49
2 0,83 1,7 40,1-107° 7,06 - 1077 17,61
3 1,47 1,8 47,6 -107° 1,32-10°¢ 27,73
4 1,86 32 267,6 - 107 2,98 - 107 11,14
5 1,27 4,0 522,7-107° 2,54-107 4,86
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Kunerndeckoe HWHICHTUPOBAHHE C perucTpanuei
JUarpaMM BJaBIMBaHUS sBJIsieTCs d()(HEKTUBHBIM METO-
JIOM MEXaHMYECKUX HCIBITAHUNA MOKPBITUH C OmIpesere-
HHUEM UX (PU3MKO-MEXaHHUCCKUX CBOUCTB. OCOOBII HHTE-
pec TPEeACTaBISIET OMpeAeSieHHe 3TUM METOJIOM COTIPO-
TUBJICHUSI 00Pa30BaHUIO TPCIIMH YIPOUYHSFOIIUX TTOKPHI-
Tuii. Mcrionp30Banne quarpaMMbl BAABIMBAHUS HHIEHTO-
pa ¢ OICHKOM Harpy3ku ¥ TIyOWHBI BJIABIHBaHUS
WHJICHTOpA B TIEPBOM TOUKE MEepeioMa JIMHAH TAarpaMMbl
MO3BOJISIET OICHUTH YACIbHYIO SHEPTHUI0 YIPYTOILUIaCTH-
YyecKo# aedopMalim, 3aTpayeHHy0 Ha 00pa3oBaHue Tep-
BOU BUIMMOW TPEIIUHBI. DTa DHEPTHsl SIBISICTCS] KOJIMYe-
CTBEHHBIM NapPaMETPOM TPEIUHOCTOWKOCTH TTOKPBITHS, C
YBEIMYEHUEM KOTOPOTO TOBBIIIAETCS €r0 Ka4eCTBO, MPHU
JTOM caM TapaMeTp MOXKHO HUCIIOJbB30BaTh JJIs BhIOOpA
ONTHUMAJIBHBIX PEKUMOB HAHECEHUS YNPOYHSIOIUX IO-
KPBITUH, 00€CIeUunBaIOINX UX MAKCUMAIbHYIO TPEIIHHO-
CTOMKOCTb.
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JUCIHEPTOMETP JIJIs1 ONPEJEJEHUA MOBEPXHOCTHOM TBEPIOCTHU

ABPABUBHBIX HHCTPYMEHTOB

© C. A. Kpwkos, H. B. baiinakosa

Bosrorpaickuii rocyjapcTBeHHbIH TEXHHYSCKUI yHUBEpCHTET, T. Bosrorpan, Poccus; e-mail: baydakovanv@mail.ru

Cmamusa nocmynuna 20 uona 2016 e.

PaccMOTpeHBI pa3uyHbIe METOIBI ONPEENICHUsT TBEPIOCTH aOpa3HBHBIX WHCTPYMEHTOB, UCIOJB3Ye-
MBIX B HacTosIee Bpems B Poccuiickoit denepariu u 3a pyOekoM. AHAIN3 STUX METOJOB MOKa3aJl, YTo
MPOIIECCHI U3MEPEHHS TOBEPXHOCTHON TBEPAOCTH MHCTPYMEHTOB HE MACHTHUYHEI IPOLIECCaM B3anMo-
JICUCTBUsI paboueii MOBEPXHOCTH MHCTPYMEHTa ¢ 00pabaThiBaeMOii MOBEPXHOCTHIO JeTalu. B cBs3u ¢
OTUM HU3BECTHBIC METOAbI ONPECACICHUSA TBEPAOCTH q)OpMaI[I/I?)OBaHI)I, HOCAT yCJ'[OBHI:Iﬁ XapakKTep U HE
OTBEUAIOT CYIIHOCTH (PM3UKO-MEXaHUUECKHX MPOLECcCoB HUIH(oBaHus. JIpyruM ux HeOCTaTKOM SIBJIs-
eTCs MaJlasi YyBCTBHTEIBHOCTh K N3MECHEHUIO CTPYKTYPHO-MCXQHHYECKUX CBOMCTB MHCTPYMCHTA O[T
BO3/EiCTBHEM pasnMIHEIX (akTopoB BHemHeH cpeabl, COX u np. [TpeioxkeH MasTHUKOBBII JucIep-
TOMETP JUTSl UCCIICZIOBAHUS TIOBEPXHOCTHOM TBEPAOCTH HHCTPYMEHTOB, UMUTUPYOLINI PeaibHbIA KOH-
TaKT MEX/y HX pabodeil HOBEPXHOCTHIO M 00pabaThIBaeMOil IIOBEPXHOCTHIO M3/IEIH, a TAKKE MOJICITH-
pyrommii mporecc numgposanus. [IpencraBneHa cxema MasTHUKOBOTO AWCIIEPrOMETpa, OIHUCAH TPHH-
I €10 ISHCTBHS, & TakkKe MpUBeeHa ITOAPOOHAst METOIMKA ONPEIeIeHNs] OTHOCUTENBHON BETTMUHHBI
TBEPHOCTH 4Yepe3 MOCTOSHHYIO BPEMEHH JUCIEPIUpOBaHMS. YCTAHOBIICHA TECHAsh KOPPEIIMOHHAsS
CBSI3b MEXJIy 3HAUYCHHEM TBEPAOCTH, ONpENeseMON MAasTHUKOBBIM JIHCIIEPrOMETPOM, M YACIBHON
00BEMHOI PHEpruel paspylleHus MPH AUCIEPTUPOBAaHNH ITOBEPXHOCTH AOpa3sHBHOIO MHCTPYMEHTA.
IIpencraBnens! cpaBHUTENBHBIC MOKAa3aTeIN TBEPAOCTH, ONPEIEICHHbIE C MOMOIIBIO MAsTHUKOBOTO
JIMCTIEPrOMeTpa M IEeCKOCTPYHHOro MeTofa. B kadecTBe 00pa3IioB HCIIOIB30BaHbI AICKTPOKOPYH/IOBBIC
MHCTPYMEHTBI Ha KepaMH4ECKOl CBSI3Ke pasHoi 3epHUcTOCTH (16, 25, 40) ¢ MOCTOSHHON TBEPAOCTHIO
CM2, kotopast onpezesieHa neckoctpyiHbsiM MetooM 1o OCT 18118-97. Ananus 3Tux nokasarenei
HO3BOJIIUI YCTaHOBHTH, YTO 3HAYCHHS TBEPJOCTH, IOTYYCHHBIC HAa MASTHUKOBOM IHCIICPIrOMETpE,
JIOCTOBEPHO OTPAKAIOT PEaIbHbIC YCIOBHUS SKCILTyaTallK a0pa3sUBHBIX HHCTPYMEHTOB.

KuoueBble cjioBa: a6paSPIBHI:II>i HWHCTPYMEHT; TBEPAOCTh; AUCHIEPIOMETP.

DEVICE FOR DETERMINATION OF THE SURFACE HARDNESS

OF ABRASIVE TOOLS

© S. A. Kryukov and N. V. Baydakova

Submitted July 20, 2016.

Analysis of various procedures currently used for determination of the hardness of the abrasive tools in the Russian
Federation and abroad showed that the processes of measuring the surface hardness of tools differ from the processes
occurred upon interaction of the working surface of the tool with the workpiece surface of the item. All known meth-
ods of hardness determination are thus formalized, conditional and and irresponsive to the essence of physical and
mechanical processes of grinding. Another disadvantage is their low sensitivity to the change in the structural and
mechanical properties of the tool under the impact of environmental factors, coolant-cutting fluid, etc. A pendulum
dispersometer is developed to study the surface hardness of tools and simulate the real contact between their working
surface and the workpiece surface upon grinding. The design of the pendulum dispersometer, mechanics, and detailed
technique for determination of the relative hardness using the dispersion time constant are presented. A close correla-
tion is observed between the hardness values determined with the pendulum dispersometer and specific volumetric
fracture energy when the surface of the abrasive tool is dispersed. Data on the hardness values obtained using a pen-
dulum dispersometer and sand-blasting method are compared. Electrocorundum tools on a ceramic bond of different
grain sizes (16, 25, 40) with a constant hardness of SM2 determined by the sand-blasting method according to GOST
18118-97 are used as samples. An analysis of the results proved that the hardness values obtained on a pendulum
dispersometer reliably reflect the real operating conditions of abrasive tools.

Keywords: abrasive instrumnet; hardness of the tool; dipsergator.

Jnst onipenenieHns TBEPAOCTH aOpa3UBHBIX HHCTPYMCHTOB
MPUMEHSIOTCS pa3InuHbIe MeTonbsl. Hanbomnbee pacnpo-
CTpaHEHHE NOJTYYHUIIU IECKOCTPYHHBIN METO], I/ie II0Ka3a-
TEJIEM TBEPAOCTU SIBISIETCS IIyOWHA JYHKH, W METOJ

BIABJIMBAHMS IIAPHKA, B KOTOPOM TBEPAOCTH OIEHUBAIOT
no mkajne mpudopa Poksemna. CTerneHb TBEPAOCTH WH-
CTPYMEHTa XapaKTepHU3yeT B OCHOBHOM IIPOYHOCTbH yAep-
JKaHMsI abpa3uBHOTO 3epHa B cBsi3ke [ 1, 2]. Mi3BecTHBI Tak-
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K€ METO/Jbl, OCHOBAHHbIC Ha U3MCPCHUU CHJIbI pE3aHusd,
CBEpIICHHS, IapalaHus Pe3oM OBEPXHOCTHOTO CJI0S WH-
CTPYMEHTa, COIPOTUBIICHUS Y/apy, BbUIAMBIBAHUS 3EpeH
CHCHI/IaHBHOﬁ JIONIATKOM MJIM OTJIaMBIBAHUS KyCKa UHCTPY-
MeHTa munuam [3].

Bce aTu MeTozbl He OTpaXkaroT YCIOBHH peasibHOTO
B3auMoyieiicTBUS pabodelf MOBEpPXHOCTH a0pa3UBHOTO UH-
CTPYMCHTA C MOBEPXHOCTHIO 00pabaTHIBAEMOTO M3/CIIHSL.
Ilpn 4yMCTOBOM W TOHKOM NUIN(OBAHWK HA PEXYIIHE
KPOMKH 3€pHa JAECUCTBYIOT CHJIbl, MEHBIIINE, YEM T€, KOTO-
pBIe YIepKHUBAIOT 3¢pHO B CBsi3Ke. B aTOM cirydae abpa-
3WBHBIC 3€PHA M OKPY’KalOIIasi UX CBA3KAa HCTHPAIOTCS H
JIACTIEPTUPYIOTCS MPH KOHTAKTE C MMOBEPXHOCTHIO 00pabda-
TBIBAEMOTO MaTrepHaia 0e3 BEIPBIBAHHS 3€pHA U3 CBS3KH.
Jaxke mpH TSOKENBIX pekuMax IMUTH(OBAHUS TIOBEPXHOCT-
HBIH CJ10i1 aOpa3sMBHOTO HHCTPYMEHTA IIEPBOHAYATIBHO HC-
IBITHIBACT OOJBIINE KOHTAKTHBIE COKUMAFOIIHE YCHITHS,
KOTOpBIC TPHBOIAT K WMHTCHCUBHOMY TUCIICPTHPOBAHHIO
3epHa M CBA3KU. TOJBKO NpH TpaBke aOpa3sMBHOTO HH-
CTPYMEHTa HPOUCXOANT Cpe3aHHe WM JPOOJICHHE ero
MOBEPXHOCTHOTO CJIOSl ONpEJEIeHHOH TONIIMHBI, TJe
B [TOJIHOW Mepe MPOSBIISETCS TBEPIOCTh HHCTPYMEHTA KaK
CBOICTBO CBS3KM YJep)KUBaTh 3epHa. Takum oOpasom,
BBIHICTICPEYUCIICHHBIC METOABI U3MCPCHUA TBEPAOCTU
a0pa3WBHOTO MHCTPYMEHTA SIBISAIOTCS (POpMann30BaHHbI-
MU, a CaMO MOHATUE (KTBCPAOCTH) HOCUT OTHOCHUTEIBHBIN
Y YCIIOBHBIH XapakTep M HE OTBeYaeT (PU3UKO-MEXaHHYe-
CKOM CYIIHOCTH Tporiecca nuiMpOBaHuUsI.

CraHgapTHBIE METOABI U3MEPEHUST TBEPIOCTH HEIO-
CTaTOYHO YYBCTBHTCIBHBI K HM3MEHCHHUIO CTPYKTYPHO-
MEXaHHYECKNX CBOHCTB MHCTPYMEHTA IO BO3JICHCTBHEM
BHEIIIHEH CpeJibl.

B cBs13u ¢ 3THM OBUTA TOCTABJIEHA 3aa49a Pa3padOTKH
0oJiee IyBCTBUTEIBHOTO M MPHOIIKEHHOTO K YCIOBHUSIM
nuTMOBaHUS METOJa OINPENeICHUs] TBEPIOCTH abpa3uB-
HOTO MHCTPYMEHTA, a TAK)KE YCTAHOBJICHUS 3aBHCUMOCTH
MEXKIYy TBEPAOCTBI0O H  CTPYKTYPHO-MEXaHHUECKUMH
CBOWCTBaMH WHCTPYMCHTA, WHTETPAIBHBIM ITOKa3aTelIeM
KOTOPBIX SIBIISICTCS TPOYHOCTh WJIM CBS3aHHAs C HEH
yaeIbHas 00BeMHAas YHEPTHUS pa3pyLICHUS.

Ananuz ApYyrux HM3BECTHBIX MCTOHOB ONPEACICHUA
TBEPAOCTH, OTBEYAIOUIMX B TOM HJIM MHOM Mepe peab-
HBIM YCIIOBHSM IUTH(OBAHUS, HAIIpUMEP, METO/Ia OOKaT-
K NUIM(OBATBHOTO KpPyra pPOJMKOM, METO/IA KauCHHS
Kpyra 1o 3TaJOHHOMY KpPYIy M CKIIEpOMETPHYECKHUX Me-
ToJI0B [3 — 5], mokazaj, yTto Hauboyee MpPUEeMJIEMbIM SB-
JISIETCSL CKIIEPOMETPUUECKUI MasiTHUKOBBIN METOJ, OCHO-
BaHHBIM Ha WCCIICIOBAHUH 3aTyXaHHS KOJEOaHWI MasiT-
HUKa [IPYU AUCTIEPTUPOBAHUH UHIEHTOPOM [TOBEPXHOCTHO-
TO CJOS TBEPAOTO Teja. JTO O0OOCHOBBIBACTCS TEM, UTO
JUCIIEPTUPOBAaHUE HHAEHTOPOM HCCIIENyeMOl TIOBepX-
HOCTH — HPOLIECC MEXaHHYECKOro pa3pylleHHs], BKJIO-
YalOIMKA MCTUPAHUE U CKaJbIBAHUE MUKPOYACTHI] C I10-
BEPXHOCTH aOpa3uBHBIX 3€PEH U MOCTUKOB CBS3KH, a TaK-
K€ BBIPbIBAHHUE 3€PEH U3 CBS3KU.

OnHako W3BECTHBIE MAasTHUKOBBIE CKJIEPOMETPHI,
MIPOU3BOJAIINE IapanaHue aaMa3HOW UIJION WM MHJICH-

Puc. 1. Cxema MasiTHUKOBOTO JHCIIEP-
romerpa

TUPOBAHUE OCTPUEM HCCIEIYyEeMOH MOBEPXHOCTH, HE MO-
ryT OBITh NIPUMEHEHBI [l UCCIIEJOBAaHUS TBEPAOCTH ad-
Pa3sUBHOIO MHCTPYMEHTA MO psALy HNpU4YuH. Bo-mepBBIX,
TaKue BO3JEHCTBHA He B TIOJIHON Mepe COOTBETCTBYIOT pe-
aJbHOMY IIpolieccy UUIM(OBAHUSA, BO-BTOPBIX, TMOBEPX-
HOCTb a0pa3MBHOTO MHCTPYMEHTA, B OTIMYUE OT MOBEPX-
HOCTH METaJlIa WX OTACIHHOTO KPUCTAIIA, Il KOTOPBIX
U ObUIH pa3paboOTaHbl CKICPOMETPBI, MMEET OOJIBIIYIO
[IEPOXOBATOCTh, 00YCIOBICHHYIO BBICTYAIOIIMMH 3EpHAa-
MU ¥ BBIXOASIIIUMH HA TIOBEPXHOCTh TIOPAMH.

IToaToMy npeanoxKeH MasTHUKOBBIM IUCIEPrOMETP
[6], oTnHuaromuiicss OT MasSTHUKOBOTO ckiepomeTpa Kys-
HerjoBa — PeObunzepa [5] TeM, 4To MPUMEHEH MWINHIPH-
YeCKHUM WHIACHTOP B BUJIE POJIHKA U3 cTand POM3, umutn-
YOI UCTHHHBIA KOHTAKT IMOBEPXHOCTH aOpasuBHOTO
HHCTPYMEHTa ¢ 00padaThIBaeMbIM H3/ICIAEM U MOICITH-
PYIOIIHI TpH KOJIeOaHHSIX MPoIiece MUTH(HOBAHUSL.

Cxema MasiTHUKOBOTO JIUCIIEProOMeTpa MpelcTaBlIeHa
Ha puc. 1. OH cocTouT U3 paMkH /, B BEpXHEH YacTH KOTO-
pOH 3aKperieH UWIMHAPUYECKUA HHIASHTOp 2, CTEPHKHS
MasTHUKA 3 AiuHOH 0,5 M ¢ rpy3amu 4 Maccoit 8 KT U yka-
3arersl aMIUUTYIbI Kosiebanuit 5. VcnbiTyeMblii oOpasers
abpa3uBHOTO UHCTPYMEHTA 6 3aKPEIUICH Ha IJIOUIaIKe 7.

IIpu OTKIIOHEHHUAX U KOJEOAHMSIX MasTHUKA JUCIIEP-
rOMeTpa MHJCHTOP BHEAPSIETCS B MOBEPXHOCTH abpa3uB-
HOTO MHCTPYMEHTA, BhI3bIBas €e JucreprupoBanue. B 3a-
BUCUMOCTH OT CTEIICHU pa3pylICHUS MOBEPXHOCTH aM-
IUIMTYNa KoyieOaHWil MasTHHKAa C TEYCHHEM BpPEMCHH
YMEHbLIAEeTCA C pa3jIMYyHOM HMHTEHCHBHOCTBIO, XapaKre-
pu3ys 3aTpayrBaeMyl0 SHEPTHI0 Ha 00pa3oBaHHE HOBOM
MIOBEPXHOCTH WIH 00BheMa JUCIEPTHPOBAHHOTO MaTepra-
na. M3BecTtHO, uTO yeM OoJiblle TBEPAOCTb WIM IPOY-
HOCTh Marepuaia, TeM OOJBIIYI0 SHEPTUIO HY)KHO 3aTpa-
TUTH [ €r0 paspylICHUs. 3aTyxaHUe KojdcOaHWH Mast-
HUKa Jucnepromerpa Oy[IeT 3aBHCETh OT CTEIEHH pa3py-
LICHUS TIOBEPXHOCTU MHCTPYMEHTa IO HHIAEHTOPOM.
YeM MeHbIIE TBEPAOCTH (IPOYHOCTH) MOBEPXHOCTH UHCT-
PYMEHTa, TEM JIerue MPOUCXOIUT pa3pylLIeHHe MOBEPXHO-
CTH TIOJ] UHACHTOPOM, TeM IIIy0xe IPOHHUKAET UHICHTOP U
ObICTpee MPOUCXOAUT 3aTyXaHWe KOJIeOaHWH MasTHUKA.
Takum 00pa3om, MasSTHUKOBBIM JIUCIIEPTOMETPOM MOXKHO
ONpeNeNsiTh OTHOCUTENbHBIE 3HAueHHUS TBEPAOCTH TIO-
BEPXHOCTU aOpa3suBHBIX WHCTPYMEHTOB. J[Js 9THX 1emneit
IPU M3MEPEHUSIX TBEPAOCTH Yepe3 paBHBIC HMHTEPBAJIBI
BpeMeHH (15 ¢) pUKCHPYIOT aMIUTUTYABI 3aTyXarOIIHX KO-
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Puc. 2. KpuBble 3aTyxaHusi aMIUITUTY/bI KOJI€OAHHUH JMCIIEPrOMeT-
pa, mony4yeHHbIe Ha 00pasie 25A25CM2KS B HCXOTHOM COCTOSTHHU
(%), B Bozie (@), ciupre (A), nocne repmoodpadorku (+) U uM-
nperaupoBanus (A); I — KacarenbHas K KPUBOH 3aTyXaHHs 2.

neGaHMit MasTHHKA JUCHEProMeTpa U CTPOST 3aBUCHUMO-
CTU aMILIUTY/IbI A OT BPEMEHH f IPH HAYaJIbHOM aMILIUTY-
ae Ay = 0,04 M. IIoBEpXHOCTHYIO TBEPAOCTb HUHCTPYMEHTA
MOKHO OTIPEETHTh rpadudecku (puc. 2). [is atoro mpo-
BOJISIT KacaTeJIbHYI0 K KpuBoi A = A (¢) B HauaJ IbHOU TOU-
ke ¢t =0 go nepecedenus c¢ oceio ¢ pu 4 = 0. MaTepran
BPEMCHH TIEPECCUCHUS KacaTeIbHOMN C OCBIO ¢ OyAeT ompe-
NENATH  OTHOCUTENBHYIO —BEIMYMHY TBEPHAOCTH H,.
Ee MOXHO ompenenuTs Takxke 1o popmyine

t
Hy=—"% 1
£ Indy-In4, W

e t, — BpeMs 3aTyXxaHus KojeOaHUi 1ucnepromerpa ot
HaydaJIbHOW aMITUTYbI A) A0 TEKyIen A, .

Takum oOGpaszom, TBepaocTh H,, ompenensiemMas Mo
METOMY 3aTyXarolluX KoJeOaHWi, SBISICTCS MOCTOSHHOM
BPEMEHHU IIpoliecca AUCIEPTUPOBaHUs U UMEET olpelie-
neHHbIi (usnyeckuii cmbica. 1. A. PeOunnep nokasan,
4TO TBEPAOCTH F, NPONOPIMOHANBHA yOBUIH SHEPTHH KO-

nebanuit MasTHUKA U 3a eIMHUIY BPEMEHHU:

dUu
H, ~-2, @)
dt
OpUYEM 3Ta DHEPIUsl PacXOAyercst Ha paboTy JUCIIepru-
poBaHUs M 00pa30BaHNE HOBOW MOBEPXHOCTH WM 00beMa
paspylaeMoii 4acTy OBEPXHOCTH MarepHara.
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Puc. 3. Koppenstust MexIy TBEpAOCTbIO W yAEIbHOW 00b-
eMHOIi SHeprueit paspymeHus Ipy JUCIEPrUPOBAHUH TTOBEPXHOCTH
abpasuBHOro HHCTpymMeHTa: A — 25A16CM22KS5; @ —
25A25CM2KS; B — 25A40CM2K5

Ecnu npusare no ussBectHod Teopun Kuprnuue-
Ba — Kukka, uTo pacxos sHepruu Ha pa3pylieHHe JaHHOTO
Marepuana MpH MPOYUX PAaBHBIX YCIOBUSAX MPSMO IpO-
TIOPLMOHAIIEH €T0 00BEMY, TO TBEPAOCTh H, MOXKHO BbIpa-
3UTH 4epe3 KOIPHUIUCHT MPOMOPIIHOHATEHOCTH MEXITY
3aTpayeHHoON dHepruel konebanuii U nu 00beMoM paspy-
IIEHHOW YacTH TMOBEPXHOCTH MHCTPYMEHTa V mpu nwuc-
HNEPrUPOBAHUU:

U 1
H, =—=-K,, 3
g v/ v V ( )
e vV — pa3MEpHbI KOA(PQPHUIMEHT TPONOPIHUOHAIb-

Hoctu; K, = U/V — ynenbHas 00beMHAs DHEPTHUs pas-
pyLIEHUSI.

3arpayeHHYI0 SHEpPrur0 KojeOaHW Ompenessii o
(hopmyie
_ 056
o

U (A5 —47), “

M

e G — cuia TSHKECTH TPpy3a M CTEPXKHS MasTHUKA;
G =90 H; [, — nnuHa cTep)KHS MasTHHUKA, paBHas 0,5 M;
A, — HavalbHas aMIDIUTYyAa KoineOanuii, pasHas 0,04 Mm;
A, — TeKymias aMIUTATyJa KoleOaHUH 3a Imepruoy mpoBe-
JieHust otHOTO 3KcriepuMenTa (90 c).

[Tokazarenu TBEPAOCTHU 06pa3u013 a6pa3I/IBHLIX HHCTPYMEHTOB C IIOMOIIbIO MaATHUKOBOI'O JUCIIEPIOMETPa U HeCKOCprfIHOFO MeEToaa

H,, c/h, Mm
CocrosiHue 00pasia 1 yCIOBUs €ro UCTIBITaHUS
25A40CM2K5 25A25CM2K5 25A16CM2K5
Hcxo/1HOE COCTOSTHUE 152/5,0 173/5,4 212/5,7
Boanas cpena 128/5,5 147/6,3 176/6,4
TepmooGpaboTtka (500 °C, Beepxkka 20 MuH) 178/4,9 220/5,6 263/5,8
VMIpernupoBanue cepoit 217/3,2 264/3,6 299/3,7

HpnMeanne. TBepZ[OCTB Hg OorpeaeieHa ¢ NOMOUIbIO MasATHUKOBOI'O JUCIIEProMeTpa, TBEPAOCTh h— HeCKOCprﬁHBIM MCTOIAOM.
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Ha puc. 3 npexncrasieHa 3aBUCUMOCTb MEXKAY TBEP-
NOCThIO Hy 1 yienbHON 00bEMHON SHEPTHEN paspyICHHUsT
K}, onpesienieHHOH 10 3aTpauyeHHON SHEpruH KolieOaHun
MasITHUKA JTUCIIEPTOMETpa U 00beMy OTIICUaTka MOBEPX-
HOCTH 00pa3loB MO WHASHTOpPOM. Buano, 4rto mexmy
3Ha4eHusAMU H, u K, CylIecTBYyeT TeCHask KOPPEISIHOH-
Hasl CBsI3b, KOA(P(PUIUEHT KOPPENALUH 7 =0,792. Ora 3a-
BHCHUMOCTb XOPOILO alllIPOKCUMUPYETCS BEIPAKEHUEM

Ky=VH,. )

O4eBHIHO, TIPOM3BENICHUE TBEPIOCTH Ha K03 duru-
€HT TIPONIOPIHMOHANBHOCTH (VH,) obnanaer To ke pas-
MEPHOCTBIO, YTO M MPOYHOCTb, U SIBISETCS (HU3UIECKOM
XapaKTePUCTUKOM JaHHOTO Marepuara.

Hcnonb3yss SHEPreTHYECKYH TEOPUI0 IPOYHOCTH,
YACIbHYI0 OOBEMHYIO SHEPTHI0 Da3pyLICHHS MOXHO
OIIPEICIINTh 110 U3BECTHOH (hOPMYIIe COIPOTHBICHUS Ma-
Tepua’ios [7]:

K, =" ®)

rae ny — KO(QQUIMEHT, yIUTHIBAIOMNI HANpPsDKEHHOE
COCTOSIHHE MaTepHaia IoA HHACHTOPOM; G — IIPOYHOCT-
Has XapaKTEePUCTHKA MaTepHana; £ — MOIyllb YIPYTOCTH
Marepuana.

B Ttabmmme mpencTaBieHbl ITTOKA3aTeNd TBEPIOCTH,
OIpeJIeJICHHbIE 10 TpelaraéMoMy U IMECKOCTpyHHOMY
METOJaM.

HezaBucuMo 0T 3epHUCTOCTH OOpa3LOB 3HAUCHUS
TBEPAOCTH, OMNPENEIEHHbIE MNECKOCTPYHHBIM METOIOM,
HUMCIOT HE3HAYUTCIIbHBIC OTJINYHA U YKIIAJIbIBAOTCA B 3HA-
yeHus TBepaocti CM2. B To ke Bpemst TBepIoCTh 0Opa3s-
OB, MOJYYCHHas MMpyU JUCIICPIUPOBAHNUHN, PA3JIUYACTCA B
3HaYUTENILHON Mepe.

OTO O0OBSICHACTCA TEM, YTO MPU IECKOCTPYHHOM
METOJIe TTOKa3aTeslb TBEPAOCTH OOYCIOBICH JIUIIb MPOY-
HOCTBIO YJeprKaHUs CBS3KOH aOpa3MBHOTO 3epHA B Yepel-
K€ MHCTPYMEHTA M MPOYHOCTHIO caMOi cBs3KU. OmHaxo,
KaK TTOKa3aHO BBIIIE, IIPU BCEX CYIIECTBYIOMINX PEXXUMaX
mUIH(OBaHUS CHavala HHTEHCHBHOMY IHCHEPTHPOBAHUIO
TIOJIBEPTAIOTCS PEXYIINE KPOMKH 3epeH M OKpY KaroIast
UX CBSI3Ka, WCIBITHIBAIONINE OONBIINE KOHTAKTHBIC yCH-
JHSA, U TOJBKO TTOCIIE TPOUCXOAUT Pa3pylIeHUe CBS3KH H
BBIpbIBaHKE 3epeH. [Ipu HCIIoNb30BaHMM MasTHHKOBOTO
JUCIEProMeTpa OIHOBPEMEHHO OLICHUBAIOT KakK Ipou-
HOCTb (TBEPIOCTh) aOpa3UBHBIX 3€peH, TaK U MPOYHOCTD
yAEpKaHUS UX CBSI3KOH. B ¢BsA3U ¢ 3TUM y 00pa31oB Men-
KO3E€pPHUCTOT0 MHCTPYMEHTA HabII0faeTcst 6onee BICOKast
IIOBEPXHOCTHAS TBEPIOCTD H,, YeM y KPYIMHO3CPHHUCTHIX
o6pasios. ITosToMy npu BeIOOpE TBEPAOCTH HITH(OBAIIH-
HBIX KPYIOB PYKOBOJCTBYIOTCS TEM, YTO IPU PaBHBIX
yCIOBUSIX 00pabOTKM MENKO3EPHUCTBIE HHCTPYMEHTEHI

JOJIXKHBI OBITH OTHOCHUTEIIHLHO MEHBIIIEH TBEPAOCTH II0
CPaBHEHUIO C KPYNHO3EpHUCTbIMY |1, 8].

Ilpu cpaBuenuu TBEpAOCTH H, 1 h TepMooOpaboTan-
HBIX 00pa3loB HHCTPYMEHTOB BHIHO, YTO /i IPAKTHICCKH
TaKas )K€, Kak U y HCXOIHBIX 00pa3IloB, a H, TOBBIIACTCS
IOJT BO3/ICHCTBUEM TEPMOOOPaOOTKH H3-3a 3aKaJIKH adpa-
3WBHBIX 3¢PCH U YBEIMUCHUS HX POYHOCTH (TBEPIOCTH).

Takum 00pa3oM, pe3yabTaTbl HCCIEAOBaHUN MOA-
TBEPXKJAI0T IPAaBOMEPHOCTH TOTO, YTO 32 MEPY TBEPAOCTH
Hg Mo METOoAY MAaATHUKOBOI'O AUCIICPIrOMETpa MNpHUHATaA
MOCTOSTHHASI BPEMEHH TIpoliecca aucnepruposanus. Kpo-
M€ TOT0, IMUTAIlMOHHOE MOACIHPOBAHNE TIPOIIeCcca IUTH-
(hoBaHUS IHCIICPrOMETPOM IIO3BOJISICT HMPUOIH3NUTHCA K
peanbHBIM YCIOBHSAM B3aMMOJICHCTBHS paboueii moBepX-
HOCTH UHCTPYMEHTA ¢ 00padaThiBaeMOM JeTaIbIO.
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MOJIEJIb AHAJIU3A COBIIAJIEHUM ITPU PACYETE
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Cmamus nocmynuna 24 aneaps 2017 2.

Henapamerpuyeckast CTaTHCTHKA — OJIHA M3 TOYEK POCTa COBPEMEHHBIX MaTEMAaTHUKO-CTaTUCTAIECKUX
METOJIOB UCCIIE/IOBaHMUs. B HemapaMeTpUIeCKON CTAaTHCTUKE BAYKHOE MECTO 3aHIUMAIOT PAHTOBBIE KPHTE-
PHH, OCHOBAHHBIC HA UCTIONL30BAHUH PAHTOB JIEMEHTOB BEIOOPOK (pE3y/IbTaToB HAOMFO/ICHNI), a He ca-
MHUX YHCIIOBBIX 3HAUCHHH 2IEMEHTOB BEIOOPOK. PaHTH — 9TO HOMepa 3JIeMEHTOB BEIOOPOK B COOTBETCT-
BYIOIIMX BapHAlMOHHBIX PsaX, MOCTPOCHHBIX MyTeM MEPECTaHOBKU PE3yJILTATOB HAOIIONCHHUM B IO~
psiaxe HeyObIBaHMS. PactipenienieHust paHroBbIX KPUTEPUEB TTOTyYEHbI B PENOIOKEHUH, YTO (QyHKIIH
pacrpeneneHust pe3ylbTaToB HaOMOIEHNI HeNMPEPBIBHBL. 13 3TOT0 MpemonokeH s CIeIyeT, 4To Bepo-
STHOCTH COBIAJICHHS 3HAYCHUN CITyYalHbIX BEIUYHH, 0Opa3yIoIIiX aHATU3HPYEMbIe BHIOOPKH, paBHA
Hyo. OJIHAKO B PEaNIbHBIX JJAHHBIX BCTPEUYAOTCS CoBIIaAeHus1. CIIe10BaTeIbHO, HEBEPHO HPE/IIONOKE-
HHe, 4TO (DYHKIMH PacTIpeIeIeHUsI Pe3yIbTaToOB HaOMIOIEHNH HeTIPEPHIBHEIL, a IIOTOMY U3BECTHBIMH TEO0-
peMaMu O pacrpeeICHUsIX PAHTOBBIX CTATHCTHUK, CTPOTO rOBOPSI, ITOJIB30BAThCs HeMb3sl. TeM He MeHee
[P HEOOJBILIOM YHCIIE COBNAJECHUN OOBIYHO PEKOMEH/YIOT IPHUMEHSTh PAHIOBBIC CTATUCTUKH, HHOIAA
BBOJSI T€ WJIM MHBIE TONpPaBKU. TakuM 00pa3oM, HaJl KIIACCHUECKOH MaTeMaTHKO-CTaTHCTHYECKON Teo-
puUell yCTaHABIUBAIOT JIOTIOJHUTEIBHYIO HAJICTPOMKY B IENSX y4eTa COBIAICHUS JaHHBIX. EcTecTBeH-
HO, BO3BHUKACT BOIIPOC O CTCTICHU 06OCHOBaHHOCTI/I TEX WM UHBIX METOAOB YyU€Ta COBIAaACHUSA JaHHBIX
pacueta. [IpemiaraeM BepOSATHOCTHO-CTATHCTUUECKYIO MOZEIb, OOBSCHSIOLIYIO MOSIBIICHUE COBIIAJIE-
HUI ¥ TAIOIIYI0 aJITOPHTMBI aHAJIM3a COBIAICHUIA. DTa MOJIENIb OCHOBAHA Ha MPE/IIOIOKEHHIH O TIOSIBIIE-
HHU COBIAJICHHUI TAHHBIX B PE3YIIBTATE «CIUMAHUSD MAJIO PA3HYAIONINXCS PE3yIBTATOB HAOMIONCHHIA.
Iostomy noGaBisieM Mallylo IOMPaBKY K KaXKIOMY IEMEHTY COBIAAIONICH TPYIIIBI PE3yIBTaToB Ha-
OmoneHnit U B pe3yIbTaTe IMoTyqaeM BEIOOPKY 0€3 COBIIaICHUI, I KOTOPOH pacCUnThIBAEM 3HAUCHHE
PaHroBOM CTaTHCTHKU. PaccMOTpEB pas3iuyHbIe BAPUAHTHI TOMPABOK, MOTydaeM «OO0IaKo» 3HAYCHHUH
PaHroBOH CTAaTHCTUKU. AHAJIN3 3TOTO «OOJIAKa» MO3BOJISIET OTYYUTh CTATHCTUYECKUE BBIBOIBL. B Kaue-
CTBE MPUMEpPa PaCCMOTPEH JBYXBbIOOPOUHBIH KpUTeprii BUitkokcoHa.

Kitio4eBble cj10Ba: HellapaMeTpU4ecKasi CTaTUCTUKA; PAHTOBbIC KPUTEPUH; COBIIAJICHUE IAHHBIX; BEpPO-
SITHOCTHO-CTATUCTHUYECKAs MOJICIIb; aJITOPHTM aHAJIN3a COBIIAJICHHUIT; IByXBHIOOPOUHBIN KpuTepuii Bui-
KOKCOHa.

THE MODEL OF COINCIDENCE ANALYSIS IN THE CALCULATION
OF NONPARAMETRIC RANK STATISTICS

© A. I Orlov

Submitted January 24, 2017.

Nonparametric statistic is one of the points of growth of modern mathematical and statistical methods of research. In
nonparametric statistics, rank criteria based on the use of the ranks of the sample elements (observation results), rather
than numerical values of the sample elements themselves, take an important place. Ranks are the numbers of sample
elements in the corresponding variation series, constructed by rearranging the results of observations in the order of
nondecreasing. Distributions of rank criteria are obtained on the assumption of continuity of the distribution functions
of the observation results, hence, the probability of coincidence of the values of the random variables forming the an-
alyzed samples should be equal to zero. However, in actual data, there are coincidences. Consequently, the assump-
tion of the continuity of the distribution functions of the observation results is incorrect and known theorems on the
distribution of rank statistics, strictly speaking, are not applicable. However, with a small number of coincidences,
ranks statistics can be recommended for use, albeit with some corrections. Thus, an additional superstructure is
mounted on the classical mathematical-statistical theory to take into account the coincidence of the data. Naturally,
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the validity of different methods used for accounting the coincidence of calculation data should be considered. We
propose a probabilistic-statistical model that explains the occurrence of the coincidences and provides algorithms for
their analysis. This model is based on the assumption that data coincidences appears as a result of “sticking together”
of the slightly different observation results. We propose to introduce small corrections into each elements of the coin-
cident group of observation results and thus to obtain a sample without coincidences and calculate the value of rank
statistics. Having considered various variants of amendments, we obtain a “cloud” of values of rank statistics. Analy-
sis of this “cloud” allows us to obtain statistical conclusions. Two-sample Wilcoxon test is considered as an example.

Keywords: nonparametric statistics; rank criteria; data coincidence; probabilistic-statistical model; coincidence anal-
ysis algorithm; Wilcoxon two-sample test.

Hemnapamerpuueckast cTaTUCTHKa — OfIHA U3 TOYEK pPOCTa
COBPEMEHHBIX MaTe€MaTHKO-CTaTUCTUYECKUX METOJIOB UC-
cnenoBanus [1]. B HemapameTpudeckoil CTaTUCTUKE BaXK-
HOE MECTO 3aHMMAaIOT PAHIOBbIE KPUTEPHUH, OCHOBAHHbIE
Ha HCIOJb30BAHUM PAHTOB HAOIIONEHMH, a He caMuX
PEe3yJIbTaToB U3MEPEHU, HaOIIOAEHUH, UCTIBITAaHUH, OTIbI-
TOB, aHAJIN30B, 00CICJOBAaHUN (OJHUM CIOBOM, — JaH-
HbIX). PaHrm — 3TO HOMepa pe3ynbTaToB HAOIIOACHUM
B COOTBETCTBYIOIUX BAapHALMOHHBIX pPsiiaX, OCTPOEH-
HBIX IIyTeM IEPECTAaHOBKU PE3yJIbTaTOB HAOIIOACHUIM
B TIOpPSAJIKE HEYObIBAaHMUS.

HenapameTpuueckast CTaTHCTUKA Hadajach C KpH-
tepusa KosnMoroposa, npegHazHauyeHHOTO AJIsL IIPOBEPKHU
comTacusi BBIOOPOYHOTO PACHpPECICHUS C 3aJaHHBIM
TeopeTuueckuM [3]. [Ipyrumu npumMepaMu pPaHIOBBIX
KpUTEpUEB ABISIOTCS KpuTepuil Bunkokcona [4, 5] u npy-
THE KPUTEPUH MPOBEPKH OJHOPOJHOCTH JBYX HE3aBHCHU-
MBIX BBIOOPOK, IPEXJIE BCETO COCTOSATENBHBIC KPUTCPHH
CmupnoBa u Jlemana — Po3enOnarra [6], a Takxke Kpu-
tepuit OprnoBa Tura omera-kBajpar [7, 8] mIst TpoBepKu
OIHOPOIHOCTH CBS3aHHBIX BBIOOPOK (CHMMETPHUH pacIpe-
JIEJIEHUS] OTHOCUTEIJIBHO HYJIS).

Kak u3BectHO, pacnpeneneHust paHrOBbIX KPUTEPUEB
MIOJTYYEHBI B IIPEIIIONIOKCHNH, YTO (PYHKIIUU pacIIpe/ierie-
HUsI pe3yibTaToB HAOMIOAEHUI HempepblBHBL 3 3TOrO
IPEANOTIOKEHUS CIETYeT, YTO BEPOATHOCTb COBHAJCHUS
3HAUEHUH CIydallHBIX BEIMYMH, 00pasyIOIIUX aHaIU3U-
pyeMble BBIOOPKH, paBHA HYJIIO.

OnHako B peanbHBIX JAHHBIX BCTPEUAIOTCS COBIAJC-
Hus. ClienoBaTeNbHO, HEBEPHO IPEIIIONOKEHHUE, 4YTO
(YHKIIMM pacTpeieNieHus Pe3ylbTaToB HAOIIOACHUI He-
IPEPBIBHBL, a TOTOMY M3BECTHBIMH TEOPEMaMH O pacIpe-
JETICHASAX PAHTOBBIX CTAaTHCTHK MOIB30BATHCS HENB3S.

Tem He MeHee IpU HEOONBIIOM YHCIIE COBIAJCHUI
OOBIYHO PEKOMEHIYIOT IPUMCHSTH PAHTOBEIC CTATHCTHKH,
WHOT/Ia BBOJS T€ WM MHBIC momnpaBku [9]. Takum obOpa-
30M, HaJ KIACCUYECKON MAaTEeMaTHKO-CTaTUCTHIECKON
TEOpUEH YyCTaHABIMBAIOT JOIOJHUTEIbHYIO HAJACTPOHKY
B LIEJIIX Y4eTa COBIAJCHHUS JaHHBIX. EcTeCcTBEHHO, BO3-
HHKaeT BOIPOC O CTENEHH 000CHOBAaHHOCTH PEKOMEH Tye-
MBIX METOJJOB pacuera.

Ctporo roBopsi, OTKJIOHEHHSI OT KJIACCUYECKOH Teo-
pUM MMEIOT MECTO M IPH OTCYTCTBUU COBIAJCHUS JaH-
HBIX. Jle]10 B TOM, YTO IPEACTaBICHHbIE AJIs aHAIU3a J1aH-
HBIC 3alMCaHbl C OMNPENCICHHBIM YHCIOM 3HAYaIlnuX
udp, T.c. MPUHALIEKAT HEKOTOPOMY MHOXECTBY H3 KO-
HEYHOI'0 4Mcila AJIEMEHTOB. BeposTHOCTb k€ TOro, 4To
3HAUCHHUE CIyYalHOH BEIMYMHBI C HEHPEPHIBHOW (yHK-

LMeH pacHpeneNeHus MPUHAICKUT 3TOMY KOHEYHOMY
MHOXKECTBY, paBHa HyI0. C BEpPOSTHOCTHIO CAMHHUIIA €€
3HAUCHHWE JOJDKHO OIHCHIBATHCS ICUCTBHTEIBHBIM HUHC-
JOM ¢ OCCKOHEYHBIM YHCJIOM 3HAualux IUdp, dYTO
BO3MOXXHO TOJIBKO B TeopuH. TakuMm oOpa3om, oOpada-
TBIBAEMEBIC JaHHBIC C BEPOSTHOCTHIO SIUHHIA HE COOTBET-
CTBYIOT  KJIACCHYECKOM  MAaTeMaTHKO-CTAaTHCTHUYECKOM
teopuu [10].

MoneanpoBanne Kak (pyHAaMeHT pa3padoTKu
CTATHCTHYECKHUX METO/I0B

B cooTBeTcTBUM C COBPEMEHHBIMH IOAXOJAMU K Ma-
TEMAaTUYECKHUM METOlaM HUCCIEJ0BaHUS HEOOXO0IUMO,
4yTOOBI CHauajaa ObUIa OMKCaHA MaTeMaTudeckas (BeposiT-
HOCTHO-CTaTUCTHYECKAasl) MOJENb MOPOXKJCHUS ITAHHBIX
(TeM caMbIM cJieNaH Mepexo]] OT PeaJbHOr0 MUpPa BHYTPb
MaTeMaTHYeCKOH KOHCTPYKIIMM) U TOJBKO IOCIE 3TOTO
MPOBEJICHBI PAacueThl (BHYTPH MaTeMaTHKH). 3aTeM Iepe-
XOJAIT K 3aKTIOYUTEIIFHOMY 3TaIly HCCIIeIOBAaHHS — Mate-
MaTHYECKUE Pe3yNbTaThl HHTEPIPETUPYIOTCS B TEPMHIHAX
MPEMETHOM 001acTu.

Tunosast ommnbOka crabo MOATOTOBICHHBIX UCCIENO-
BaTelell — HUTHOPUPOBAHUE MAaTeMaTUYECKOH (BeposiT-
HOCTHO-CTaTucTH4eckoit) monenu. OHU cpa3y HaYMHAIOT
CTPOUTH 3/1aHKe 0e3 (yHJaMEHTa — MPOBOAUTE PACUCTHI.

Mopenu Moryt ObITh pasHble. BakHO, 4TOOBI OHHU
ObUTH, TpUYeM 000CHOBAaHHEIE.

Jns ommcaHusT pe3yabTaToB M3MEPEHHH IIEIec000-
Pa3sHO HUCIIOIb30BaTh OCHOBHYIO MOJIENIb CTATUCTUKH WH-
TepBaIbHBIX NaHHBIX [11], cormacHo KOTOpOit 3TH U3Mepe-
HUS OTATOIICHBI OIIHOKaMH.

TouHee, MyCTh CYIIHOCTh PEATBHOTO SIBICHUS OIHCHI-
BaeTcs BEIOOPKOH X, X, ..., X,,. B BepoaTHOCTHOH Teopuu
MaTeMaTHYECKOW CTaTUCTHKH BBIOOPKA MOJIEINPYETCsI Ha-
00pOM HE3aBHCHMBIX B COBOKYIIHOCTH OJMHAKOBO pac-
Ipe/IeIeHHBIX CIyYalHbIX BennanH. OnHaKko 6ecrpucTpa-
CTHBII W TIIATEIbHBINH aHAIHN3 MOABIIIONIEr0 OOJBITHH-
CTBa peajbHBbIX 33/1a4 MOKA3bIBAET, YTO CTATUCTHKY H3-
BECTHA OTHIONb HE BEIOOPKA X |, X5, ..., X,,, @ BEMIHHBI

ijXj+8j, J: 1,2, e N,

rae €, €, ..., £, — HEKOTOPBIE MOTPEITHOCTH W3MEPEHHUH,
HaOJIFIOJICHHI, aHAJIM30B, OIBITOB, UCCIEIOBAHUN (HATPH-
Mep, HHCTPYMEHTaJIbHbIe omuOku). OaHa U3 MPUYUH TI0-
SIBIICHHSI TIOTPENIHOCTEeH — 3aIllUCh Pe3yJIbTaToB HaOIro-
JICHWIA ¢ KOHEYHBIM YHCIIOM 3HAYaIUX IUPP.
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Ecnu orpanndenust Ha MOTPEIIHOCTH UMEIOT BU
lg;| <A, i=1,2,..,n,

npudeM A Mano, TO ISl Pa3MYaloIuXCs 3HAYCHUH U3
MHOXKECTBA YHCENI V|, Vi, ..., V, UX PaHTU COBHAIAIOT
C paHraMHM COOTBETCTBYIOIIMX YHUCENl U3 MHOXECTBA X,
X3, ..., X, (TOUHEE, BEPOSITHOCTH TAKOTO COBIMAJCHUS CTpE-
MuTcs K equanie npu A — 0). [Toatomy goctarouHo pac-
CMOTPETh BEPOATHOCTHO-CTATUCTHUYECKYI0 MOJENb IS
COBIIQ/IAIOIINX 3HAYCHUI B aHATM3UPYEMbIX BEIOOpPKAX.

OcHOBHasi ujaes COCTOMT B TOM, YTO COBOKYITHOCTb
COBIQJIAIOIINX 3HAUCHUH Y| =), =...=); =a TOJIyucHa
u3 Habopa x; =y, — &, j = 1, 2, ..., IPM HEKOTOPHIX MAIIbIX
OTKIIOHeHUSX €;,] = 1,2, ..., k. OHa TOYKA @ COOTBETCTBY-
eT «obmaky» w3 k Touek. COOTBETCTBCHHO NONydYaeM
«00maKo» ymopsiIoueHul, cocrosiiee U3 k! paHKUPOBOK,
KaXJasi U3 KOTOPBIX peam3yercst ¢ BeposTHocThio 1/k!.
Kaxmoe ymnopsmodeHHe ITOpOXKIACT COOTBETCTBYIOIIEE
3HAUCHHE PAHTOBOW CTATHCTHKH, & BCC PAHXHPOBKUA —
«o0mako» TakuxX 3HA4YCeHWH. [Ipy HAIMYUU HECKOIBKUX
TPYIN COBMAJAIONINX 3HAUYCHHU YHOPSIOYCHHUS] KOMOU-
HHUPYIOTCSI U YHCIIO SIIEMEHTOB HTOTOBOTO «00JIaka» paB-
HO TPOU3BEACHHUIO (HaKTOPHUATIOB, COOTBETCTBYIOIIUX
oTAenbHbIM OOnakaM. ITOCKONbKY HEKOTOpBIE 3HAYCHHS
B oOlake WHOTJA COBIAAAIOT, TO YHCIO Pa3IUYHBIX
2JICMEHTOB B MTOTOBOM «O00JIaKe» MOXKET OBITh MEHBIIIE
YKa3aHHOTO.

AHau3 ONMMCAHHBIX «OOJIAKOBY» MPOBOIMUTCS PA3HBI-
MU crocobamMu. MOXHO paccUMTaTh «HCIPABICHHOE
3HAYCHHUC paHFOBOﬁ CTaTUCTUKH, YCPEIHHUB 3JJIEMCHTBI
«o0maka» B COOTBETCTBHHU C BEPOSITHOCTSMH HX TIOSBIIC-
. Ham mpencraBisieTcs Ooniee MPaKTUIHBIM TTOIXOJ
Ha OCHOBE TEOPHH YCTOMYMBOCTH CTaTHCTHYECKHX IPO-
uenyp [12], B mpocTeiimeM ciydae CBOASIIUNCS K pacue-
Ty pa3Maxa BO3MOKHBIX 3HaYCHHH PaHTOBOHW CTATHCTHKH
(T.e. 3HAUCHHH, BXOISIIUX B «OOJIAKOY).

He cTpemsich K MOCTPOCHUIO IOCTAaTOYHO OOmIeH, a
MIOTOMY MaTeMaTH3UPOBAHHOHN TEOPHH, IPOIEMOHCTPHPY-
€M CKa3aHHOE Ha MpUMepe IHUPOKO PACIpPOCTPaHEHHOTO,
XOPOILO U3YYEHHOTO U aKTUBHO UCIIOJIB3YEMOT'0 PaHT0BO-
T'O KPUTEPHSL.

AHanu3 coBNajeHuil 1Jisi TBYXBbHIOOPOYHOTO
Kpurepusi Buikokcona

Paccmorpum umcnenssiii npumep. Ilycts nansl nse
BeIOOpKH. IlepBast comepxut m = 12 snementos: 17; 22;
3; 5; 15; 2; 0; 7; 13; 97; 66; 14; Bropas — n = 14 sne-

Taomuua 1. OOmwii BApHalMOHHBIIN PSLI IS SIEMEHTOB JIBYX BRIOOPOK

meHTOB: 47; 30; 2; 15; 1; 21; 25; 7, 44; 29; 33; 11; 6; 15.
OnuiieM NpoBEpKy OXHOPOAHOCTH (pyHKIuMil pacmpe-
JICJICHUS JIByX HE3aBUCUMBIX BBIOOPOK C MOMOIIBIO KpPH-
Tepusd Bunkokcona. IlepBbiM 11arom siBisieTcs mocTpoe-
HHE OOIIETr0 BApHALMOHHOTO pPsfa JJIS SJIEMEHTOB JIBYX
BBIOOpOK (Tabm. 1).

XOTs C TOYKU 3pEHUS] TEOPUH MAaTEeMaTHIECKON CTaTh-
CTHKH BEPOSTHOCTH COBIIAJICHUS JIBYX 3JIEMCHTOB BBIOO-
POK M3 HENPEPBIBHBIX PaclpelesIeH!il paBHa HYIIO, B pe-
AIBHBIX BBEIOOPKAX CTAaTUCTUYECKUX JAHHBIX COBIIAICHHS
BCTpeyaroTcsi. Tak, B pacCMaTpHBAaEMBIX BBIOOPKax (CM.
Tabn. 1) nBa paza moBTOpsIETCS BEIMYMHA 2, TBA pa3a — 7
U Tpu paza — 15. B takux ciyyasix B LeJsIX pacyera «uc-
IIPABJICHHOTO» 3HAYEHHsI PAHTOBOM CTATHCTUKU TOBODPST
0 HAJIMYMU «CBA3aHHBIX PAHTOBY», a COOTBETCTBYIOLIMM
COBIIAJAIOIINM BEJIMYMHAM IIPUITUCHIBAIOT cpeiHee apud-
METHYECKOE TeX PAHroB, KOTOpblE OHHM 3aHMMAIOT. Tak,
pe3ynbTaThl U3MEPEHUH 2 U 2 3aHUMAIOT B 00beIMHEHHOM
BbIOOpKE MecTa 3 U 4, IOSTOMY MM NPUIUCHIBACTCS PaHT
(3+4)/2=3,5, Benuuunsl 7 u 7 — mecta 8 u 9, mostomy
UM IpHOKCchBaeTcs par (8 +9)/2 = 8,5, seauuunsl 15,
15u 15 —wmecra 13, 14 u 15, mosTOMy UM MPUIHCHIBACT-
ca panr (13 + 14 +15)/3 = 14.

Crnenyromuii mar — TMOACYeT 3HAYEHUSI CTaTUCTHKHU
BuikokcoHa, T.e. CyMMBI PaHIOB 3JIEMEHTOB IEPBOM
BBIOOPKH

S=R +Ry+..+R,=1+35+5+6+85+11+12+
+14+16+ 18 +25+26 = 146,

[loxgcunTaem Takke CyMMYy pPaHTOB DIEMEHTOB BTO-
poii BEIOOpKH

S;=2+35+7+85+10+14+14+17+19+20+

+21+22+23+24=205.

BenuunHa S| MoxeT ObITh UCIIOJIb30BaHA AJIsi KOHTPO-
JIs1 BBIYKMCTIeHUH. [{es0 B TOM, YTO CyMMBI paHIOB 3JIEMEH-
TOB TIEPBOH BEIOOPKH S 1 BTOPOH BEIOOPKH S; BMECTE CO-
CTaBJIIIOT CYMMY PaHrOB OOBEIMHEHHOW BBIOOPKH, T.C.
CyMMY BCE€X HaTypaibHBIX uncen oT 1 qo m + n. Crienosa-
TEINBHO,

S+Si=(m+n)(m+n+1)/2=

—(12+ 14)(12 + 14+ 1)/2 = 351.

Panru 1 2 3,5 3,5 5
DJIeMEHTHI BEIOOPOK 0 1 2 2 3
Howmepa Bb160pox 1 2 1 2 1
Panru 14 14 16 17 18
DJIeMEHTHI BEIOOPOK 15 15 17 21 22

Howmepa Bb160pox 2 2 1 2 1

6 7 8,5 8,5 10 11 12 14
5 6 7 7 11 13 14 15
1 2 1 2 2 1 1 1
19 20 21 22 23 24 25 26
25 29 30 33 44 47 66 97
2 2 2 2 2 2 1 1
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B cooTBeTcTBHM ¢ paHee MPOBEACHHBIMH pacyeTaMu
S+ 8, =146 + 205 =351. Heobxomumoe yclioBHE Tpa-
BUJIBHOCTH PAacueTOB BHIMOJIHEHO. SICHO, 4TO cIpaBe[-
JUBOCTh ITOTO YCIIOBHSI HE TapaHTUPYET MPaBUIBHOCTH
pacdeTos.

Ha mnpaktuke npoBepsATb TMIOTE3Y OIHOPOAHOCTH
JIBYX HE3aBHCHUMBIX BEIOOPOK MOYKHO C IIOMOIIBIO TaOIIHII
KPpUTHYECKNX 3HAYEHUN CTAaTUCTHKW BuiakokcoHa S.
OpHako B HUX OrpaHMYEH AMANa30H BO3MOYKHBIX 3Haue-
HUil 00beMOB BBIOOPOK. [1o3TOMY TienecooOpa3Ho CTpo-
UTh AJITOPUTM MPUHATHS PELIEHHS Ha OCHOBE LEHTPH-
POBaHHON HOPMHUPOBAHHOW cTaTHUCTHKKA Bunkokcona T.
Ilepeiinem k ee pacuety. CoracHo [4, 5]

_S-M(S)

JD(S)

A€ MarTCMaTH4YCCKOC OXXKNJaHUEC CTaTUCTUKH S

T

M(ES)=m(m+n+1)/2,
a JIMCTIEPCUs CTATUCTUKH S
D(S)=mn(m-+n+1)/12.

Hcxonum U3 acUMITOTMYECKOM HOPMAIIBHOCTU CTa-
TUCTUKHU T: TIpu Oe3rpaHUYHOM POCTE 00BEMOB BHIOOPOK
(m — oo, n — ) dynkuus pacnpenenenus P (T <x) cra-
tuctukn 7 crpemutcs k QyHkmun @O(x) ¢ maremaru-
yeckuMm oxkupanuem 0 u nucrnepcuert 1 [13]. Acumrmro-
THYECKasi HOPMAJIBHOCTh CTaTHCTHKH I TTO3BONISET 3a/a-
BaTb KPUTHYECKHE 3HAYEHMs KPUTEPHUS NPOBEPKH OIHO-
POIHOCTH JIByX HE3aBHCHUMBIX BBIOOPOK, MOCTPOEHHOTO
Ha OCHOBE 3TOM CTATHCTUKHU, C IOMOILBIO KBAHTHIEH
CTaHJAPTHOTO HOPMAJILHOIO PACIIPEIENICHHS.

CornacHo CKa3aHHOMY BBIIIIE

M(S)=12(12+ 14 + 1)/2 = 162,

D(S)=12-14(12 + 14+ 1)/12 = 378.

CrenoBaTelibHO,
T=(S—-162)(378)1/2 = (146 — 162)/19,44 = —0,82.

[Mockonbky |T]|< 1,96, TOo THUIIOTE3a OIHOPOAHOCTH
MpUHUMaeTcst Ha ypoBHe 3Haunmoctu 0,05.

Yro Oymert, €Clii IOMEHATh BEIOOPKU MECTaMH M BTO-
pyto HazBaTh nepBoi? Torga BMecTo S Hago paccMaTpu-
BaThb S;. Umeem

M(S)) = 14(12 + 14+ 1)/2 = 189,
D(S)=D(S,) =378,
T, = (S, — 189)(378)1/2 = (205 — 162)/19,44 = 0,82.

Takum 06pa3oM, 3HaUEHUS] CTATUCTUKU KPUTEPUS OTIHYA-
I0TCSI TOJIBKO 3HAKOM (MOXKHO ITOKa3aTh, UTO 3TO YTBEPXK-
JeHue BepHO Bceraa). Ilockonbky B mpaBuiie MPUHSATHA
pelLIeHUsT HCHOIb3YeTCsl TOJIBKO aOCONIIOTHAs BEIHYMHA
CTaTHUCTUKHU, TO MPUHHMAEMOE pEIICHUE HE 3aBUCUT OT
TOT0, KAKyI0 BBIOOPKY CUHTaeM IEPBOIi, a KaKyr0 BTOPOH.
Jns ymeHbleHus: o0beMa TaONUI KPUTHYECKUX 3HAYe-
HUHM paHee OBUIO IMPUHATO CUYMUTATh IIEPBOH BBIOOPKY
MEHBILETO 00beMa.

[TocTpouM «001aK0y» YHOPSIOYSHHH, COOTBETCTBYIO-
1iee BBEACHHOH BBIIIE MOJENIN aHalU3a COBIAJAIOIINX
3HayeHnH. [1oCKoIbKy B BBIOOPKY BXOAAT IEJbIe UHCIA,
TO JOCTaTOYHO MPUHATH, YTO MAKCUMaJbHas a0COMIOTHAs
HOTrPEIIHOCTh He mpeBocxogutT A <0,5. Pesynbrarsl mo-
CTPOCHHS «00IaKa» yrnopsI04eHNI MPUBEAEHBI B Ta0. 2.
B Heil BbIieNeHB! TpU IPYMNIIbl COBNAAAIOIINX 3HAUCHUH,
JUISL KOTOPBIX paHee B TaOs. 1 ObLIM BBEIEHBI CBA3aHHbIC
paHru. 3HaueHue 2 UMEeTCsl KaK B IEPBOM BBIOOPKE, TaK U
BO BTOpOH. IIpu mocTpoeHnu «o0nakay MEHBIIUM MOXKET
ObITh OO peanbHOE 3HAYCHUE U3 IEPBOM BBIOOPKH (yTIO-
psnodenus 1 —6), mubo peanbHOE 3HAYCHUE W3 BTOPOH
BBIOOPKH (ymopsimodeHust 7 — 12) — Bcero J1B€ BO3MOXK-
HOCTU. AHaJIOTM4YHa CUTyalus co 3HaueHueM 7. OHO nMme-
eTcs Kak B IEpBO BBIOOpPKE, Tak M BO BTOpoi. [Ipu mo-

Taomuua 2. «O0nako» ynopsIo4eHHIA ISl COBIAIAIONINX JAHHBIX TaOI. 1.

CBsI3aHHBIE paHru CraTrucTuka
3,5 3,5 8,5 8,5 14 14 14 S

Ynopsinouenue 1 3 4 8 9 13 14 15 144
VYnopsinouenue 2 3 4 8 9 14 13 15 145
VYnopsinouenue 3 3 4 8 9 15 13 14 146
Ynopsaouenue 4 3 4 9 8 13 14 15 145
Ynopsinouenue 5 3 4 9 8 14 13 15 146
Ynopsinouenue 6 3 4 9 9 15 13 14 147
Ynopsaouenue 7 4 3 8 9 13 14 15 145
Ynopsnodyenue 8 4 3 8 9 14 13 15 146
Ynopsinouenue 9 4 3 8 9 15 13 14 147
VYnopsinouenue 10 4 3 9 8 13 14 15 146
Ynopsnouenue 11 4 3 9 8 14 13 15 147
VYnopsinouenue 12 4 3 9 9 15 13 14 148
DJIeMEeHThI BEIOOPOK 2 2 7 7 15 15 15

Howmepa Be16OpOK 1 2 1 2 1 2 2
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CTPOCHHUH «00JIaKa» MEHBIIUM MOXET OBITh MO0 pealb-
HOC 3HA4YCHHUE M3 MEepBOi BBHIOOpPKH (ymopsimoueHus 1 —3
u 7-9), mubo peanbHOE 3HAYCHHE M3 BTOPOH BBIOOPKH
(ynmopsimodenust 4 — 6 u 10 — 12) — Bcero Be BO3MOXKHO-
ctu. Heckonbko crnoxknee co 3nauenueM 15. OHo onuH pa3
BCTpEYAETCs B IEPBOI BRIOOPKE U JBA pa3a — BO BTOPOH.
CrenoBarenbHO, peaNbHOE YIOPSAOYCHHE COCTOUT W3
Tpex ameMeHToB. [Ipu mocTpoeHNH «o0iakay peaabHOe
3HAYCHHUE W3 TIEPBOM BHIOOPKH MOXKET CTOATH JHOO Ha
nepBoM mecte (ynopsimouenus 1, 4, 7, 10), imbo Ha BTO-
pom (ymopsitoueHust 2, 5, 8, 11), mubo Ha TpeTheM MecTe
(ynmopsimouenus 3, 6, 9, 12), octanbHble ABa MecTa 3aHH-
MalOT peasibHble 3HaYE€HUS! U3 BTOPOH BBHIOOPKH — BCETO
TpU BO3MOXKHOCTU. Takum 00pa3oM, 00JaKO COCTOHUT W3
2 -2 -3 =12 ynopsioueHuii.

[loncunraem 3HaYEHUS CTAaTHCTUKU BHIIKOKCOHA, T.€.
CyMMYy paHTOB 3JEMEHTOB IepBOH BBIOOpKH. Kak mmo-

Ka3aHO BbIIIEC, MPU HMCIIOJb30BAHUHN B3BCUICHHBLIX PAHIOB
S=5,=146.

JUISL yIIOpsIIOUeHus 8
S=8=1+4+5+6+8+11+12+14+16+
+18+25+26=5,+0,5-0,5=146;

JUTS yTIopsiToueHust 9
S§=8=1+4+5+6+8+11+12+15+16+
+18+25+26=85,+0,5-0,5+1=147,

JUtst yriopsimoueHust 10
S=8=1+4+5+6+9+11+12+13+16+
+18+25+26=5,+0,5+0,5-1=146;

Juis ynopsaodenus 11

S=8,=1+4+5+6+9+11+12+14+16+

Jost ymopsimouenust |
§S=8=1+3+5+6+8+11+12+13+16+
+18+25+26=S,-0,5-0,5—1=144;

JUTSL YTIOpSITOYEHUS 2
§=8=1+3+5+6+8+11+12+14+16+
+18+25+26=25,-0,5-0,5 = 145;

JUTSL yIIOpsitoueHust 3
S§=8=1+3+5+6+8+11+12+15+16+
+18+25+26=5,-0,5-0,5+1=146;
JUTSL yriopsitoueHust 4
§=8,=1+3+5+6+9+11+12+13+16+
+18+25+26=5,-0,5+0,5-1=145;
JUISL yIOPSAIOUYECHUS S
§=8;=1+3+5+6+9+11+12+14+16+
+18+25+26=5,-0,5+0,5=146;
JUTSL yIIOpSITOYEHUS 6
S=8=1+3+5+6+9+11+12+15+16+
+18+25+26=5,-0,5+0,5+1=147;
JUIsl yropsiioueHust 7
§S=8§5=1+4+5+6+8+11+12+13+16+

+18+25+26=S5,+0,5-0,5-1=145;

+18+25+26=5,+0,5+0,5=147;
JUTsT yriopsitoueHust 12
S=8,=1+4+5+6+9+11+12+15+16+
+18+25+26=S5,+0,5+0,5+1=148.

ITockonbky Bce 12 ynopsiioueHHil paBHOBEPOSATHBI,
TO pacupezesieHue 3Ha4eHUH cTaTUCTUKK BuikokcoHa B
«obmaxe» cleayloliee.

3HAYEHHS . . .. ........ 144 145 146 147 148
BeposiTHOCTH . . . . . .. .. /12 3/12  4/12  3/12  1/12

Takum o00pa3zoM, aHaaM3 COBMAJCHUI MO3BOIMI
HEepeHTH OT TOYEUHOIO 3HAUEHMs CTATUCTUKU Buikokco-
Ha K uHTepBany [144, 148]. Pa3dpoc HeOONbILIOH, BIUS-
HHE Ha BBIBOABI Masio. [leficTBUTENbHO, 3HAUEHHUE LIEHTPH-
POBaHHOW U HOPMUPOBAaHHOM CTaTUCTUKU Buinkoxcona T
JexuT B untepnaie (1), T,], rae

T, = (144 — 162)/19,44 = — 0,93,
T, = (148 — 162)/19,44 = 0,72.

BBuy HeOobmIoro pazdpoca BHIBOJ O IPUHATHH HY-
JICBOH THITOTE3BI 00 OMHOPOTHOCTH COXPAHICTCS.

Takum o0Opa3om, paboTa TOCBAINICHA aHAIU3Y OCO-
OCHHOCTEH PUMEHCHHSI KPUTCPHEB HEMapaMeTPHUICCKOM
CTAaTHCTUKU B YCIIOBHSAX HECOOINIONCHHST BAXKHOTO TEOpe-
THYECKOTO MPEIIONIOKEHNs O TOM, 4To (pyHKIHMM pac-
HpeJeNIeH sl Pe3yJIbTaToOB HAaOMIOIeHNH HelpepbIBHBL. J{is
peaNbHBIX BBHIOOPOK TAaKOe MPEINOJIOKEHHE PEIKO BBITIOJI-
HSETCS U TPAaKTUYECKH BCErJa MMEIOTCS COBIIAJaroIIue
3Ha4YeHHs. JTO 3acCTaBisieT PsJ UCCienoBaTeneil BBOAUTD
ClieHaJIbHBIC MOIMPAaBKH, YYUTHIBAOIINEC HAJINIUEC «CBA-
3aHHBIX PaHroB». ABTOp IMpeajaraeT Jpyroi moaxons —
Ha OCHOBE TEOPUU YCTOMYMBOCTH CTaTUCTHUUYECKUX IIPO-
LHCAYp pacCHUTaTb MHTCPBAJI BO3MOKHBIX 3HAYCHUH paH-
roBoil craructuku. /i noscHeHusl oaxo4a paccMaTpu-
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BAeTCsl IPUMEP, B KOTOPOM IPOBOIUTCS IPOBEPKA OJHO-
poxHOCTH (PyHKIMH pacmpeneieHus IByX HE3aBUCHMBIX
BBIOOPOK C TIOMOIIBIO TBYXBBIOOPOYHOrO KpuTepus Bri-
KkokcoHa (ManHa — YutHu). BMecto 00BIYHO NpHMeEHsie-
MO TOYEUHOW OICHKH B paboTe MOJTy4eH WHTEPBAJ 3Ha-
YEeHUH cTaTUCTUKK BunkokcoHa.

[Ipennaraercs ciaemyromMil aarOpUTM aHajiu3a COB-
najieHuid TPU pacdyeTe HemapaMeTPUYeCKUX PAHTOBBIX
CTaTHCTHK.

1. B oObeauHeHHOW BBIOOPKE BBIACIUTH TPYIIIbI
COBHNAJIAIOIINX 3HAYEHUH.

2. Ha ocHoBe kax0¥ Ipynibl COBMAIAIONINX 3HAYE-
HUIi TOCTPOUTH COBOKYITHOCTB TPYIIIT JJIEMEHTOB 00BEIHU-
HEHHOH BHIOOPKH (Ha3BaHHYIO BBIIIE «OOIaKOM»), T00aB-
TSI K KQXKIOMY BXOJUILEMY B TPYIIITY JIIEMEHTY BBIOOPKH
MaJioe MOJIOKUTENFHOE WIIH OTPHUIIATEIIEHOE YHCIIO.

Kovmenmapuii k n. 2 ancopumma. OcHOBHasi wjes
COCTOUT B TOM, YTO COBOKYIHOCTb MPEJCTABICHHBIX IS
CTATHCTUYCCKOTO AaHajJHM3a COBMANAIOIINX 3HAYCHHUH
V1 =Y, =...=y, = anonydena (IIpu CBI3aHHBIX C MpOILEC-
COM M3MEPEHMs OKpYIIEHUsAX) M3 Habopa X;=y;—g;
Jj=1,2, ..., k, IpH HEKOTOPHIX MAJBIX OTKIOHECHHUSX &,
j=1,2, ..., k, cpenu KOTOpBIX HET coBmajaromux. OgHa
TOYKA d COOTBETCTBYET «O0JaKy» M3 k pa3IMIHBIX TOUEK
xi=a-¢g,j=1,2,..,k

3. VIopsao4uTh DIEMEHTHI «O0aKay.

Kommenmapuii k n. 3 areopumma. JIis Tpynmnsl COB-
MaIA0NUX 3HAYCHUN V| = ), = ... = ), = a TIoJy4aeM «00-
JIaK0» YIOPSAOUEHHH, cocTosIiee U3 k! paHXUPOBOK, Ka-
MKJIas1 M3 KOTOPBIX PEaM3yeTcs ¢ BEPOATHOCTHIO 1/k!.

4. Tloctpouth «oOakay JUIA BCEX TPYII COBIAIAI0-
[IMX 3HAYCHUH U CKOMOMHHUPOBATH UX B €ANHOE «OOJIAKOY
JUTst 00BETMHEHHOM BEIOOPKH.

Kommenmapuii k n. 4 aneopumma. Ilpu Hamu4Iuu He-
CKOJIBKHUX prHH COBIIAJAOIIINX 3Ha‘IeHI/II\/‘I yHOpHI[O‘IeHI/Iﬂ
KOMOWHHPYIOTCS M YHCIIO BJIEMEHTOB MTOTOBOTO «00Jia-
Ka» PaBHO MPOM3BEICHUIO (PAKTOPHATIOB, COOTBETCTBYIO-
UX OTHENBbHBIM oOnakaM. Mtorom . 1 —4 sBisgercs
«Pa3MHOXCHHUE» CIMHOM HCXOAHON OOBEIMHCHHOH BbI-
OOpKM Ha HEKOTOPOE YHUCIO TMOXOXKHX, OTIHYAIOLIHXCS
BBEJICHHEM TOTO WJIM WHOTO YHOPSJIOYCHHS COBIAJar0-
KX 3Ha4YeHUH. [[pyrumMu cioBaMu, OCHOBHAS UJIES aJIro-
pUTMa HaCTOSIIEH PabOTHI JIGKHUT B OOIIEM pycClie HC-
MOJIb30BAHUS PA3TUYHBIX MPOLEAYP «PA3MHOKCHHS BbI-
Oopkuy» [14].

5. Paccunrtare 3HaueHHE PAHTOBON CTATUCTUKHU IJIS
Ka)KJI0H BEIOOPKHU M3 €AUHOTO «O0IaKay.

Kovmenmapuii x n. 5 ancopumma. Kaxnoe ymopsiio-
YEHHE MOPOXKAAET COOTBETCTBYIOLIEE 3HAYCHHE PAHIOBOI
CTaTUCTHKH, & BCE PAHKUPOBKUA — «OOJIAKO» TaKHUX 3Ha-
geHuil. [10CKOIBKY HEKOTOPHIC 3HAUCHHS B «OONake 3Ha-
YEHUI» MOTYT COBIAAATh, TO YHCJIO Pa3IMYHBIX JIEMEH-
TOB B HTOTOBOM «O0OJIaKe» MOKET ObITH MEHBIIIE, YeM IIPO-
u3BeieHne (paKTOpHUajoB, COOTBETCTBYIOIIUX OTACIBHBIM
o0akam.

6. TlpoaHanu3upoBarh pacipeeseHue «obnaka 3Ha-
YCHUI» PAHTOBOW CTATUCTHKH U OLIEHUTH BIMSIHUE COBIIA-
JICHUIA SIEMEHTOB BBIOOPOK HA CTATHCTUYECCKHE BBHIBOIBI.

Kovmenmapuii xk n. 6 areopumma. AHanM3 ONHCaH-
HBIX «OOJIaKOB» MOXET MPOBOAUTHCA pPa3HBIMHU criocola-
Mu. OJMH BapUaHT — PacCUUTaTh «HCIPABIEHHOE» 3Ha-
YEHHE PAHTOBOU CTAaTUCTUKH, YCPEIHHUB IEMEHTHI «00Jia-
Ka» B COOTBETCTBHM C BEPOSTHOCTSIMHM WX TIOSBIICHUS.
Hawm npeacrasisiercs 6osiee mpakTHUHBIM TOAXOMA Ha OC-
HOBE TEOPUH YCTOWYMBOCTH CTATUCTHUECKUX MPOLEAYP
[12], B mpocTeiileM citydae CBOAALIMICA K pacdeTy pas-
Maxa BO3MOXKHBIX 3HAUEHMH PAaHTOBOM CTATHCTUKHU (T.€.
3HAYEHUH, BXOSIINX B «O0JIAKOY).

[Ipencrasinsiercs siCHbIM, 4TO pa3padOTaHHbII MOIX0]
MOKET OBITh YCIICITHO MPUMEHEH IS Pa3InYHBIX Hela-
paMeTpUUECKUX PAHIOBBIX CTATHCTUK IIPH aHAJM3€ COB-
NaJIeHUH aHaJIM3UPYEMbIX JaHHBIX.
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NJISI MTPOEHTUJIENW CJIYUYAMHOM BBIBOPKH MPOYHOCTU KOMITIO3UTOB

C IPUMEHEHMEM BYTCTPEII-MOIEJINPOBAHUSA
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IIpennoxxen meTon mocTpoeHust 6a3UCOB (JOBEPUTEINEHBIX MHTEPBAIOB ISl TIPOIIEHTHIICH) C UCTIONH30-
BaHUEM OyTCTpEI-MOEIMPOBAHHUS B KAYECTBE aJIETEPHATHBbI IPUMEHSEMbIM B HACTOSILEE BPEMsI 10/
xozaM. ByTcTpen-mMonenupoBanue — 3T0 METOJ YUCISHHOTO MOJEIUPOBAHNS pacpeielieHHil Ha OCHO-
BE MHOTOKPATHOTO BOCIIPOM3BECHHS JaHHBIX 0e3 MpHBiIedeHNs] HHQOPMAIMH O 3aKOHAX pacrperese-
HUA. [10CKOIbKY XapaKTepUCTUKH IPOYHOCTH SIBJIAIOTCS CIIy4allHBIMH BEJIMYMHAMH, HEOOXOAUMO CTa-
THUCTUYCCKOC OLICHUBAHUE C TIOCTPOCHUEM MHTCPBAJIbHBIX JaHHBIX, YEMY IIOCBAIICHA HACTOAIIAsA pa6o-
Ta. B KauecTBe WILTIOCTPALMH M TIOSICHEHHSI METO/Ia TTOKa3aH IPUMEp PacTIpeIeIeH s CPEIHEr0 IS BbI-
OOpKH 3HAYCHUI MIPOYHOCTH HA CIBUT KOMIIO3UTOB C IIPUMEHEHHEM OyTcTCcpern-MoienupoBanust. J{is
HOCTPOEHUS! JOBEPUTEIILHBIX MHTEPBAJIOB JUI NPOLEHTUIIEH pacnpeieIeH!ii 3Ha9YeHUI IPOYHOCTHBIX
XapaKTePUCTHK B HACTOSIIIEE BPeMSI pEKOMEHIYETCsI OTHECTH PAcIpeielieHHe K OHOMY M3 H3BECTHBIX
3aKOHOB (HOPMaJIFHOMY, JIOTHOpMAJIbHOMY MK BeiiOyiuia), a HenmapaMeTpudecKuid Mmouxol OObIMHO
JIaeT KOHCEpPBAaTUBHBIC (3aHIKCHHBIC) PE3YJIBTAThI, & IOTOMY HEKeJIaTeNeH, YTo OObsCHSIET HEOOXOIuU-
MOCTb pa3palbOTKH aJbTepHAaTUBHOTO Metona. [IpoBeneHo comocTaBneHne B-0a31COB, OMpPENEIeHHBIX
TI0 BHOBB TPEIOKEHHOMY U T10 TIPUMEHSIEMOMY 10 HACTOSIIIEr0 BPEMEH! METOaM, Ha IpHMepax pea-
JIHBIX BBIOOPOK MPOYHOCTHBIX TMOKa3aTeNeil KOMIIO3UTHBIX MaTepualioB. PaccMOTpeHbl KOHKpPETHbIC
IpUMEpBI MOKa3aTeseil MPOYHOCTH M0 CIBHUTY U PACTSDKEHUIO 00pa3LiOB, N3TOTOBICHHBIX U3 Ipernpera
HexPly MeTo10M aBTOKJIaBHOTO ()OPMOBAHHSI.

KuiroueBble cioBa: TNPOUCHTUIINA; AOBCPUTCIIBHBIE HWHTCPBAJIbI; KOMIIO3UTHI; IIPOYHOCTD, 6yTCTp€l'I-
MOZICIIMPOBAHKUE.

A METHOD OF CONSTRUCTING CONFIDENCE INTERVALS FOR PERCENTILES
OF COMPOSITE STRENGTH RANDOM VARIABLE USING BOOTSTRAP SIMULATION

© I. V. Gadolina and N. G. Lisachenko

Submitted April 14, 2017.

A method is proposed for constructing basic sets (confidence intervals for percentiles) using bootstrap simulation as
an alternative to currently used approaches. Bootstrap simulation is a method for numerical modeling of distributions
based on multiple data reproduction the without using any information regarding the distribution laws. Since the
strength characteristics are random variables, statistical estimation with construction of the interval characteristics is
required. This is the goal of the study. An illustrative example of constructing the confidence intervals for mean
strength value using bootstrap-modeling is considered. To construct the confidence intervals for percentiles of the dis-
tributions of the strength characteristics we recommend to assign the distribution to one of the currently known (nor-
mal, lognormal distribution or Weibull) laws, unlike the existing non-parametric approach that generally gives a con-
servative (too low) and thus undesirable results, which is the reason for developing a new approach. A comparison of
B-bases, determined by the newly proposed and traditional method is carried out on real samplings of the strength
characteristics of composite materials. The specific examples of strength parameters for shear and tensile strength of
the specimens made of prepreg HexPly (composite materials, semiproducts) using an autoclave molding method are
presented.

Keywords: percentiles; confidence intervals; composites; durability; bootstrap simulation.

H3yueHie mpOYHOCTHBIX U YIPYTHX CBOMCTB KOMITO3UTOB NIEpO/HOM JEHThI. Jlsi cepTU(UKAIK NPOTYKIMHU ONpe-
BBI3BIBACT HAYUHBIN U npakTuueckuit uHTepec [1]. Mccne- JISISUTA TIPOYHOCTHBIE XapaKTePUCTUKU: 1) Tipenen mpod-
JIOBaIT 00pas3Ibl, U3TOTOBJICHHBIE METOIOM aBTOKJIABHOTO HOCTH TIPpU pacTsikeHuu (6, MIla); 2) Mmoayns ynpyroctu

(hopmoBanus u3 npernpera Mmapku HexPlay Ha ocHOBe yr- npu pactsokernu (E, 'Tla); 3) npo4HOCTh MEKCIOHHOTO
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Puc. 1. IIpucniocobnenue ¢ o0pasmoM mpernpera Ui HCIBITAHUS
Ha MEKCIOMHBII CABUT METOJIOM TPEXTOUESTHOTO U3rnoda

CIABUra TpW HOpMallbHOW Temmeparype (T, MIla);
4) MPOYHOCTH MEXKCIOWHOTO CIIBHTA TPW TIOBBIIICHHON
temrieparype (T,,9, Mlla). IIpucnocobnenue ¢ ycraHOB-
JIEHHBIM OO0pa3IloM I WCHBITAHUHA HAa MEXKCIOWHBIN
CIBHI TIOKa3aHO Ha puc. 1.

[Ipu cepruduKanum BEICOKOTEXHOJIOTHYHON MPOIYK-
LIUH, K KOTOPOH OTHOCSITCSI KOMIIO3UTHI U3 Tpenpera Map-
ku HexPly, HeoOx0quMO Ha OCHOBAaHMHU MPOBEICHHOTO
SKCIEPUMEHTA OLEHUTH JOBEPUTEIIbHBIE MHTEPBAIIBI IS
psiia IPOLIEHTWIICH, B YaCTHOCTH, ONPEICTUTh TaK Ha3bl-
BaeMble A- u B-0a3ucel [2], ABISIOMINECS HIKHUMH Tpa-
Huamu 95 %-ro noBepurensHOro MHTEpBaIa, — 1 %-it 1
10 %-i1 mpoUEHTUIISIM COOTBETCTBEHHO. [IpoueHTunu vy
(%) — 3TO XapaKTePUCTUKU BBIOOPKH, KOTOpPbIE BhIpaka-
IOT PaHry JIEMEHTOB MaccuBa B Buje yuces ot 1 1o 100
—v (%) € (0, 100) u sIBISIOTCS MOKa3aTeaeM TOTro, Kakoh
MPOLEHT 3HAYCHUH HAaXOMUTCS HIDKE OMNpPEeAeTICHHOTO
ypoBHs. B Oonee o0mieM ciydae HCIONB3YHOT KBAHTHIN
q € (0, 1), g =v/100. MaremaTnuecK KBAHTHIIb OIIPEIE-
JSIOT cienylomuM obpaszoM. IlycTs mMeroTcs He3aBu-
CHUMbIE U OJIMHAKOBO pacIpeieiiCHHbIE ClyJyailHble Belu-
quHBl X = {X|, X3, ..., X,}, AT KOTOPBHIX CYIIECTBYET
GbyHKIUS pacnpeneneHus F ¢ WIOTHOCTRIO f= F'. Onpe-
JeTUM ¢-ii KBaHTHIb IOMYISIUK, Takod, uro F(g) €
einf{x e R: F(x)>gq}. 3nauenue xkBaHTwin ¢ =0,l
(unu, uto TO *Ke camoe, 10-if MPOLIEHTHIIN) YKa3bIBaeT Ha
T0, uTo 10 % 3Ha4YeHMi1 pacroyaraeTcsi HUKe 3TOr0 YpOB-
Hs1. KBaHTWIIB (IIPOLIEHTHITL) — 3TO CITyvaliHas BeJMUWHA,
KOTOpasi ONpeNeNsieTcsl 0 BEIOOPKE, B CBS3HM C YeM HE0O0-
XOIFIMa OIICHKA €€ BapHaOCIbHOCTH. [y BBRIYMCIICHHS
JIOBEPUTEIIbHBIX HMHTEPBAJOB Ul 3HAYEHUH HPOLICHTH-
JIeH, MOJlyuyeHHBIX MO CIIy4alHOW BBIOOPKE, HCHOJb3Ye-
MBIX JJIS IOCTPOEHUsI 6a3ucoB, TpedyeTcs cHavaja Mo-
J00paTh MOAXOSIINE BHIBI PACHpeleeHUH, AN Kaxk-
JIOTO U3 KOTOPBIX pa3paboTaHbl BEChbMa CIIOKHBIC 3aBHUCH-
Moctu. Tak, Hanpumep, A pacdyera 0A3MCOB B MPEIIO-

JIOKEHUU HOPMaJIbHOT'O paclpele/IeHus CllyuyaiiHON BeJlu-
4YHHHI B [2] npemnaraiorcst popMyist

B =)7C _kB S,
A=x—k,s, )
e X — CpeaHee; § — CPEAHCKBAAPATHICCKOC OTKIIO-

HeHue, kz M k; — COOTBETCTBYIOIINE 00BEMY BBIOOPKH
ko3 dunueHTsl gomycka. 3Ha4eHUs 3TUX Ko3(duuu-
€HTOB IIPUBEICHBI B TAOINIAX WIH MOTYT OBITH BBIYHUCIIE-
HBl C morpemHocteio He Oonee 0,2 % 1o cieAyOUIMM
(hopmynam:

ky = 1,282+exp(0,958—0,520 In(n)+ 3’19}
n

k, =2,326+exp(l,340—0,5221n(n)+3’87} Q)
n

e n — pa3Mep BHIOOPKH.

HccnenoBanu pacmpeneneHne MPOYHOCTHBIX Xapak-
TEPUCTHUK 00pa3IOB, N3TOTOBICHHBIX METOJJOM aBTOKIIAB-
HOro (popMoBaHUA U3 mpenpera Mmapku HexPly Ha ocHOBe
YIICPOIHOH JIEHTHI, OTOOPAaHHOTO OT HECKOJBKHX ITOCTa-
BOK mpoaykuuu. Kaxkaas mocraBka BKIIOHaeT B cedd
0OBIYHO OT MATH 10 CeMH NapTuil mpenpera. [IpoBenen
aHaJ 3 CTaOWMIBLHOCTH TPOYHOCTHBIX XapaKTEPUCTUK [3]
W cJeflaH BBIBOJA O BIUSHUM HOMepa MOCTaBKH Ha 3TH
XapaKTepUCTHKH, T.e. HaOmrogaeMass HECTaOMIBHOCTD HE
MO3BOJISIET OOBETUHATH OOJBIIOE KOTUYECTBO JAHHBIX
B OJHY BBIOOPKY. B cBsi3u ¢ 3TUM B qaHHOHN paboTe ObLIM
MPOaHATU3UPOBAHbl  CTATUCTUYECKUE XapPaKTEPUCTUKH
JUISS HECKOIIBKUX TIOCTaBOK OTJeNnbHO. MccienoBanue
MPUYMH HECTAOUIBHOCTH MPOAYKIUHU BBIXOJHUT 32 PAMKH
paccmarpuBaeMoii TEMbl 1 HAMH HE TIPOBOMIIOCH.

[Ipennmaraem B KauecTBe albTEPHATHBEI MeTOIaM [2]
MCIOJIb30BaTh METOJl IOCTPOCHHUSI 6a3UCOB C MPUMEHEHH-
€M CTaTHUCTUYECKOro OyTcTpemna.

OcCTaHOBUMCSI KpaTko Ha ONHCAHWU METOJa CTaTH-
ctudeckoro Oyrerpena. Ero mpemmoxmni B 1977 r. matema-
tuk Bpenmu Ddpon [4]. Craructuueckuid OyTcTpen —
3TO CHOCO0 MONy4YeHHsST POOACTHBIX OIIEHOK CpPEJIHEKBA/I-
paTtudecknx OImMMOOK W TOBEPUTEIBHBIX WHTEPBAJIOB,
TMPUMEHSICTCS TS OLIEHKH M3MEHUYMBOCTH PA3INIHBIX T10-
Kazareneil. MeTog OCHOBaH Ha MHOTOKPATHOM MOJEIIHPO-
BaHWM TaK HAa3bIBAEMBIX OyTCTPEIN-BBIOOPOK Ha OCHOBE
HCXOIHOM BBIOOPKH M Ha Hcrosib3oBanun OBM. Hucino
OyTcTpen-BEIOOPOK (R ) HOMHKHO OBITH BEIHKO: B HACTOS-
mem uccaenosanun R =100 — 1000. ITpu ObicTpoaeiicT-
BUU KOMIIBIOTEPOB HA BBIYUCICHUS 3aTPavylBaIOTCs JOJIH
cexkyHJibl. Pa3mep kaxmoil OyTcTpen-BbIOOPKH COOTBET-
CTBYET pa3Mepy UCXOAHOM (n ), a dIeMeHThI OyTCTpen-Bbl-
00poK 00pa3yroTcs W3 IIEMEHTOB HCXOAHOH, MPH 3TOM
OCYILECTBIISIETCS CITydaifHbINi BBIOOD ¢ BO3pamieHueM. J{ns
CTaTUCTHK, JUUIsI KOTOPBIX CYLIECTBYIOT TOYHBIE MaTeMaTH-
YEeCKUE BBIPKEHUS JIJISl aHAJIM3a U3MEHYMBOCTH, Ha PsJIe
MIPUMEPOB MOKAa3aHO YAOBJIETBOPUTEILHOE COOTBETCTBHE
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OyTcTpen- M KllacCHUecKux oleHoK. K HacrtosmeMy Bpe-
MEHH YK€ HAKOIUICH 3HAYUTENbHBIM ONBIT NMPUMEHEHHS
CTaTUCTUYECKOro OyTCTpena K HWHXKEHEPHBIM 3ajadam
(cm., Hanpumep, [5]). C npyroél CTOpOHBI, MaTeMaTHKH
IPEAYNPESKAAIOT O UPE3MEPHOM YBICUCHUH ITHM METO-
JIoM [6]: «...TaM, T/Ie SKOHOMETPHUUYECKAst TEOPUST XOPOIIIO
pas3BuTa, TIe HAHIEHBI METOABI aHAJM3a MAHHBIX B TOM
WM WHOM CMBICJIC ONMU3KHE ONTHUMAJIBHBIM, OyTCTpEIry
JIeJIaTh HEYeroy.

B mamewm ciryyae Ais TaKuX CTaTHCTHK, Kak, HAIPH-
Mep, POICHTHITb, MATEMAaTHUECKUE BEIPAKEHHS IS TUC-
MIEPCHH CIOKHBI U UX ONTUMAJIBHOCTH CTPOTO HE J0Ka3a-
Ha. B CBS3M ¢ 3THM TIpencTaBisAeT MHTEPEC COMOCTaBIIC-
HUE MHTEPBAJIbHBIX OIICHOK OyTCTPEI MPOICHTUIIH C TIPH-
MEHSEMBIMH JI0 HACTOSINEr0 BPEMEHH METO/IaMH B IIETISX
paccMOTpeHHsI BO3MOXKHOCTH MEPBBIX BHEIPEHHUS B MpakK-
TUKYy WH)XEHEpHBIX pacueToB. BompocaMm oOIeHKH JoBe-
PUTETBHBIX MHTEPBAJIOB JUIS KBAHTUJICH C TOMOILBIO OyT-
CTpEeT-MOJICTTUPOBaHUs MOCBAIIEHBI paboThl [7, 8]. B [7]
IPEATIOKEH METON CTIIKUBAHUS JOBEPUTEIBHBIX HHTEP-
BAJIOB JIs1 KBAHTWIIEH C MMOMOIIBIO, B YACTHOCTH, SIACPHOU
orleHkH. B [8] mccnenyeTcss TOYHOCTh OyTCTPEN-OICHKH
JOBEPUTEIHHBIX WHTEPBAJIOB KBAHTHIICH B 3aBHCHMOCTH
OT pacrpe/ieNieHHs! CIyYailHbIX BEJIMYHH.

A mosicHeHHWsT TpOLEAypsl TMOCTPOCHUS JIOBEPH-
TENFHBIX WHTEPBAJIOB C TIPUMEHCHHEM Oy TCTPETI-MOJIENH-
pOBaHHS BHaJdalle pPacCCMOTPHM HpPUMEP HX IOCTPOCHUS
JUISL CPEeTHEro 3HAYEHUsl MPOYHOCTH Ha CIBUT T,,, MIla.
DTOT pUMeEp NPUBEICH B CBS3U C TEM, YTO TEOPETHUCCKH
pacrmpeneneHre CpeaHero Xopoulo u3yueHo 1 JJisi BEIOOp-
KH, JaHHBIE KOTOPOW HE MPOTUBOpEYaT HOPMaJbHOMY 3a-
KOHY [3], momyueHbl TEOpEeTUUYECKHE JOBEPUTEIbHbIE HH-
TepBalibl 1o kputeputo CteioneHTa [9]. Takum oOpasom,
MBI MO)KEM COINIOCTAaBUTh TEOPETUUYECKUE JOBEPUTEIIbHbIE
UHTEPBaJBl C TEMH, YTO HaM JgaeT OyTrcrpern. Bridopka
(ucxomnasi) pazmepom n =30 >7IEeMEHTOB TpHBEICHA B
Tabn. 1 (maHHBIC HE MPOTHBOPEYAT TUIIOTE3€ O HOPMAIlb-
HOM pacnpezeneHu [3]).

T T
91 92 93 94 95 96
Ty, MIla

Puc. 2. Pacnpenenenne cpequux mo 100 Gytcrpen-BeiOopkaM Ha
OCHOBE MCXOIHOI1: MyHKTHpPHbIE JInHIN — 90 %-Hble OyTCTpern J1o-
BEPUTENBHBIC TPAHMUIIBI CPEJIHET0; )KUPHBIC JIMHUH — TO K€ 110 KPH-
teputo CterozeHTa [9]

XapaKTepuCTUKA HMCXOJHON BBIOOPKH: MaTeMaTHue-
cKoe OkumaHue (T,y) = 93,61 MIla; cpenHekBaaparuye-
CKO€ OTKJIOHEHHE (Tyy) = 4,502 MI]a.

ITo mpaBunam dopmupyercs R OyTCTpPEn-BBIOOPOK.
B kadectBe mpumepa B TalOi. 2 TOKa3aHa CMOJICIIUPO-
BaHHAs k-1 OyTCTpeI-BBIOOpPKA, IIOCTPOCHHAs HA OCHOBE
HUCXOTHOH.

BunHo, d9TO HEKOTOpBIE 3HAYCHHS IOBTOPSIOTCS,
HanpuMmep, Homepam | u 11 COOTBETCTBYIOT Ty =
=107,8 MIla. Hexkoropble 271€MEHTHl U3 HCXOJHOM BbI-
0OpKM HE BOIUIM HU pa3zy B k-10 BBIOOPKY (Hampumep,
3JIEMEHT ¢ HoMepoM 1: 1, = 86,1 MIla), HO OHH, BO3ZMOXK-
HO, BOWIYT B OyTCTpemn-BbIOOPKY ¢ HOMEpoM k + 1.

XapakTepUCTUKH k-1 OyTCTpemn-BEIOOPKU: MaTeMaTH-
4ecKoe OXHIaHue (T,) = 93,99 MIla; cpenHexBaaparu-
YEeCKOe OTKJIIOHEHHUE (T,g) = 5,137 MIla. Bunno, uto »tH
XapaKTEPUCTHKH Ul UCXOMHOW M k-l BBIOOPOK OTIIM4A-
FOTCS, XOTSA M He3HAUMTENIbHO. [ kaxmoit k=1, 2, ..., R
OyTCTpen-BEIOOPKH MOXKHO OIPEICIHTh CBOU XapaKTe-
PUCTHKH, KOTOpPBIE OTPa)KalOT W3MEHYHBOCTH TOYCUHBIX
OIIeHOK [4, 5].

Taomuma 1. [TpoyHOCTH Ha CABHT MPHU HOPMAJILHOM TeMIepaType (MCXoIHas BRIOOpKa)

Howmep no nopsaxy 1 2 3 4 5 6 7 8 9 10
Ty, MITa 86,1 89,7 97,1 95,9 93,7 94,4 90,6 93,6 96,4 88,8
Howmep no nopsaxy 11 12 13 14 15 16 17 18 19 20
T,9, MIa 101 89,3 85,9 92,8 94,3 91,5 90,6 91,5 92,8 90,1
Howmep no nopsaxy 21 22 23 24 25 26 27 28 29 30
Ty9, MITa 97,2 94,9 91,5 93,8 96 95,9 89,3 99,8 95,9 107,8

Tadmuua 2. Byrcrpen-Beibopka (k-51) Ha 0CHOBE BEIOOPKH, TOKa3aHHOI B Ta0I. 1

Howmep no nopsaxy 1 2 3 4 5 6 7 8 9 10
T,9, MIa 107,8 93,6 90,1 99,8 92,8 97,1 89,3 90,5 91,5 89,3
Howmep no nopsaxy 11 12 13 14 15 16 17 18 19 20
To0, MIla 107,8 96,4 93,6 94,4 93,8 90,1 91,5 89,3 101,0 92,8
Howmep no mopsaxy 21 22 23 24 25 26 27 28 29 30
Ty0, MIla 89,3 88,8 89,7 101,0 97,2 93,7 93,8 89,3 89,7 93,8
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P

10, MlIla

ErE

T T T T T
2 A 0 1 2
TeopeTnueckue KBaHTHIN

Puc. 3. Pactipenenenne 10 %-Holf mpoueHTHAM 1O OyTCTpen-
BBIOOpKaM

Jist mocTpoeHust TOBEPUTEIBHBIX MHTEPBAJIOB C MPH-
MCHEHHEM  OyTCTPEN-MONCIUPOBAHUS U KaXKIOH
k=1,2, ..., R OyTcTpen-BeIOOPKH OIICHUM CpeAHee U MOo-
JTy49uM BBIOOPKY 3HaueHMH pasmepoM R. I'mcrorpamma
CpelHero rMokaszaHa Ha puc. 2. Bunno, 4to rucrorpamma
UMEeT KOJIOKONI000pa3Hy (opMy, XapakTepHYI IS
HOpMAaJBHOTO pacnpeneneHust. CpenHee 3HaYCHUE 1O OyT-
CTpeI-BBIOOPKAM: MaTreMaTH4eckoe OXUAaHuEe (Tyy) =
= 93,603 MIIa (00603HaUeHO HA PUC. 2 TOHKOW JIMHUCH).
JaHHOe 3Ha4YeHME OMU3KO K CPETHEMY IT0 MCXOIHOU BHI-
6opke (93,61 MIIa).

Mg noctpoenus o (%) 1OBEpUTEIbHBIX HHTEPBAIOB
JUIS CPEeJHEro R 3HaueHWil cpegHUX paclosiaraloT B Ba-
PHALMOHHBIN psi. HIEKCHI WIEHOB BapHallMOHHOTO psaa
(LOW — mmxuamit 1 UP — BepxHwuil), orpaHIYMBaIOIIUIX
JoBepuTenbHbI uHTEepBal o [a € (0, 1)], onpexenstoTcs
U3 BBIPa)KEHUI:

LOW =uenas yactb [1_2(1 R} , 3)

= R} )

1+
UP = nenas yactb [

koropeie st R=100 u a=0,9 cocraBsat: LOW =5 u
UP =95. ®opmynsr (3), (4) cpaBeyBBI TaKKe W IS
JIPYTHUX CIy4acB MOCTPOCHUS JOBEPUTEIBHBIX HWHTEpBa-
JI0B. YJICHBI BapHAIMOHHOTO psijia OYTCTPEI Ty, C STUMH
nHAeKcaMu orpaHuunBaoT 90 %-i TOBEepUTEIHHBIA WH-
TepBal JUIsl CpeaHero. I'paHWIbl OyTCTpenm MOKa3aHbI
MTyHKTUPHBIMU JIMHUSIMH Ha PUC. 2. 31€Ch K€ JUIsl CpaBHE-
HUS )KUPHBIMU JIMHUSIMA OTMEUYEHBI JOBEPUTEIIbHBIEC WH-
TepBabl, TOCTPOCHHBIC 1O (OpMyJaM MaTeMaTH4eCKOH

KBaHTHIIb Ty
W WD
o W o

T T R B T - T B oo e e
LB B AR A I I T S A -]

Homep 4iieHa BapHaIOHHOTO psijia

Puc. 4. Bapuanuonssiii ps 3HaueHui 10 %-HbIX IpOLEHTUIEH Ty,
(MITa)

cTatucTukd 1o kputeputo Crprogenra [9]. Buano, uro
JIOBEPUTEIIbHbIE HHTEPBAJIbI OJIU3KU.

IIpuBeneHHBIN BBILIE NpPUMEP HOCHI O3HAKOMH-
TeNbHBIM XapakTep. Hac ke HMHTEpecyroT IOoBepUTENb-
HBbIC MHTEpBaJbl s MpoUeHTUIe. BepHemcs k mpume-
Py CiIy4alHOW HCXOJHOM BBIOOPKH T,5. PaccMoTpum
nocrpoenue o = 0,95 noBepUTENbHBIX MHTEPBAJIOB IIPO-
meaTmwst o = 10 %.

B mporpammuom kommiekce [10], KOTOpbIi HCIONb-
30BaJTH JUISI MOZICJIMPOBAHUS OyTCTPEI M IOCTPOCHUS I'pa-
(uKoB B IaHHOHM paboTe, MPUBOAATCS HECKOIBKO YTOU-
HEHHBIX aJITOPUTMOB OLEHKHU mpoueHTwiei. 1o ymonua-
HUIO UCTIOIB30BAIM anroput™M nporpammbl Ne 3. J[mst mo-
cTpoeHus B-0a3uca 1o Kaxaoi u3 R (B TaHHOM IIpUMepe
R =100) OyrcTpen-Bei60pox Beraucsuy 10 %-Hyto mpo-
nentwib Q(0,1). Ha puc. 3 mokazano pacmpeneneHue
nponeHtwin Q(0,1) Ha HOPMATLHON BEPOSITHOCTHOM Oy-
Mare (TeopeTHYeCKrue KBaHTUIM HOPMaJIbHOTO pacrpere-
JICHUS TIOKA3aHBI 110 TOPU30HTANH). [ paduk CyIIecTBEHHO
OTKJIOHAETCS OT MPSIMOM JIMHUH, YTO CBUIETEIBCTBYET O
HEMPaBOMOYHOCTU OMMCAaHUS PacIpeesIeHUs] IPOLICHTH-
Jiell HOpMaJIbHBIM 3aKOHOM.

B Heckonbko apyroit gopme, BO3MOXKHO, Oonee MOA-
XOJSIIIECH /Ul MOHMMAHHsSI aJTOPUTMA, 3TO XKE pacHpesne-
JIEHUE TI0Ka3aHo Ha puc. 4.

3HAa4YCHUS WHACKCOB BapHallMOHHOTO psaa (cM.
puc. 4) i ompeneneHus B-0asuca OMPEnensioTCs II0
tdopmynam (3), (4). Ho mockombky mist o= 0,95 mpu
R =100 nHAEKCH TOMYYalOTCS HE LEIBIMH, TO BO3bMEM
3HAYEHUS ISl MHACKCOB 2 U 3 ¥ BEIYHMCIIUM UX cpenHee. B
JIAaHHOM ciTy4ae oHo cocTaBisietr 85,9 Mlla, uro cormacy-
etcs co 3HaueHueM 85,6 Mlla, orleHeHHBIM 10 (hopMyIam
(1), (2). [Ipeumy1iecTBOM OIICHKH C TIPUMEHEHHUEM OYTCT-
pen-MoleNnupOBaHus ABJISETCA UX OOJbLIast MHTYUTHBHAS
MOHATHOCTD, @ TAK)KE CBOMCTBO pOOACTHOCTH.

14 yBenm4eHus: TOUHOCTH OLIEHOK Jajiee B UCCIIEN0-
BaHHU HCIIOJB30BAIN YHUCIO OyTCTpen-BEIOOPOK R =
=1000. OcHOBHBIE CTATHUCTUYECKHE XapaKTEPUCTUKU M

Taomuua 3. [laHHBIC 10 IPOYHOCTH HA pacTsKeHue o, MIla, mpenpera mapku HexPlay

Homep nocraBku Cpennee Cpennexsanpariieckoe 10 %-it npoueHTHIIb B-ousmne
OTKJIOHEHHE Gyrerper 2]
7 30133 142,6 2817,0 2789 2693
8 2962,5 84,9 2850,5 2818 2780
9 2719,3 154,6 25122 2580 2361
10 2848,9 172,3 2630,2 2580 2463
11 2729,7 134,7 2579,3 2501 2403
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3HaueHUs B-0a3UCOB I BHIOOPOK CIyJaWHBIX 3HAYCHHUH
IPOYHOCTH Ha pacTskeHue o, (Mlla) ams msiTu mocraBok
npuBeJeHb B Tabi. 3. 31ech mpenacTaBiieHbl B-0a3uchl,
MOCTPOCHHBIC TI0 MPEAJIaracMOMYy METOAY M 1O (popMmy-
nam (1), (2). He3nauntenbHble pacXOXKICHHs 3HAYCHUH,
BO3MOKHO, OOBSICHSIIOTCS HECOOTBETCTBHEM pacIpeserie-
HUH CIy9alfHBIX BEJIMYMH HOPMAJbHOMY 3aKOHY, 4TO
MIperoiaracTcs B MeTojie mocTpoeHus no gopmymnam (1),
(2). B aTOM cMEICIIE METO/, OCHOBAaHHBIM Ha MOJIETTUPOBA-
HUH OyTCTpEI, BO3MOXKHO, SIBIICTCS OOJIee HaIeKHBIM.

[TockoNBbKY YHCIIO BIIEMEHTOB B BEIOOPKAX HEBEIUKO
(n = 30), 9TO XapaKTepHO I UMEIOIINXCS B PACIIOPSIKE-
HUH UCCIICIOBATENICH TAHHBIX 110 MPOYHOCTH YIICILIACTH-
KOB, TI0 MCXOJIHOW BBIOOpKE MO pa3paboTaHHOMY METONY,
Kak u o gopmynam (1), (2), mOCTPOUTH JOBEPUTEIbHbIE
uHTepBatbl s 1 %-i nporenTrnu (A-6a3uca) He TIpel-
CTaBJIACTCS BO3MOXKHBIM. J[1st mocTpoenus A-6a3uca 1o
BBIOOpKaM MaJloro pasmepa, BO3MOXHO, TOTpedyercs
pa3paboTka MeTo/la OLEHKH Oa3mca ¢ JIKCTparmoysnueit
pacIpeneIeHui 0 HeKOTOPBIM M3BECTHBIM 3aKOHAM pac-
npenenenuil. Ha ocHoBanuu ananusa nuTteparypsl 0 BO-
pocaM paclpefesieHus] MPOYHOCTH KOMITO3HIIMOHHBIX
MaTeprajoB W HA OCHOBAaHWU PE3YNIbTaTOB aBTOPOB [3]
BO3MOXKHO HCIIOJB30BaTh CIEAYIOMNE 3aKOHBL 1) HOp-
MaJIbHBIN; 2) AByXmnapaMmeTpudeckuii BeiiOymra; 3) nmora-
prUdMUYECKH-HOPMAIIbHBIN.

Takum o06pazom, pa3paboTaH METOJ JUIS TIOCTPOCHUS
JOBEPUTEIHHBIX MHTCPBAJIOB JJIS MPOIEHTHICH CIyJaii-
HOH BBHIOOPKH B HEIAapaMeTPUYECKOH ITOCTaHOBKE C HC-
MOJIB30BAaHUEM MojenupoBaHus Oyrcrpen. Ha mpumepe
BBIOOPOK 110 3HAYEHHSIM ITPOYHOCTH HEKOTOPBIX MOCTABOK
IOPOIYKLIUK TTOKA3aHO, YTO 3HAYCHUS HIDKHEH TpaHHIBI
95 %-ro noBeputenpHOro uHTepBana 10 %-i npoueHTUIN
npouHocTu (B-0a3uc), monydeHHble o Gopmynam [2] u
npu MojenupoBaHuu Oytcrpemn, Onusku. Ilpeacrasmser
UHTEpeC AalbHENIee HCCIEA0BAHNE BO3ZMOXKHOCTH TPH-
MEHEHHsI CTaTUCTHYECKOro OyTcTpemna AJIs aHajau3a TOd-
HOCTH OKCIIEPUMEHTAIBHO TMOJYYCHHBIX TMPOYHOCTHBIX
XapaKTEPUCTHK BHICOKOTEXHOJIIOTUYHOM MPOTYKIINH.
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FOoOunaei

Jubilee

EBrenunii Muxaiisiobuu MOPO30OB
(x 90-nemuro co Ousa podxrcoeHus)

10 nexabps 2017 r. ucnionuercs 90 ner Eprennro MuxainoBu-
uy MopozoBy — npodeccopy MUDU, noKTopy TEXHUUECKHX
HayK, 3aciIy’KeHHOMY JiesTelto Hayku Pd.

E. M. Mopo30B 0OJMLIETBOPSIET LIETYIO DIOXY CTAHOBICHHSA
W pa3BUTHUSI MEXaHHKH pa3pylIeHUs B Hauiel crpaHe. OH sBis-
€TCsl MMOHEPOM B MCIIOJIb30BAaHMM BapHUAI[MOHHBIX METOJOB B
MEXaHHKEe pa3pylleHHUs NMPUMEHUTEIbHO K pacyeTy JOKpUTHYE-
CKOTO pOCTa TPEUIMH M KPUTUYECKUX COCTOSIHUH TeJl ¢ Tpellu-
HaMU, aBTOPOM «METOZA CEUCHHID» I WHKEHEPHOW OICHKHU
k02 dUIIIeHTa HHTEHCHBHOCTH HANPSDKEHUH Y OPUTHHAIBHOM
KpUTEPHAIbHOI KOHLENIUH Mpeaesa TPEIUHOCTORKOCTH, aHa-
Jora 0OBIYHOIO Ipesiesia IPOYHOCTH, HO B IPUMEHEHUU K 00-
pasuam c TpemumHoil. [Ipenen TpemuHOCTONKOCTH, C OJHOM CTO-
POHBI, MPEACTAaBIAET COOOH MEXaHHYECKYI0 XapaKTepHCTHKY
Marepuana, a ¢ Ipyrod — MO3BOJISET C MOMOIIBIO AUarpaMMbl
TPEIINHOCTONKOCTH IPOBOAUTH PACUeThl Hecyllel CrocoOHO-
CTH 2JIEMEHTOB KOHCTPYKIUH C TpemuHaMu. B 3ot nuarpamme
OTpakeHa HIEOJIOTHUs, Ha KOTOPOW 0a3HpyrOTCsl ABYXKPUTEPHU-
aJIbHbIE MIO/IXO/bI, COBMEIIAIOIE B ce0e XPYIKHUE U BA3KHE CO-
CTOSIHHSI PAacCUMUTHIBAEMOTO 3/eMeHTa. HayuHas nesTenbHOCTb
EBrenns MuxaiinoBruda oTpa)keHa B YETHIPHAAIIATH MOHOTpPA-
¢usix (IBe M3 KOTOPBIX M3NAHBI 3a pyOekoM) M Ooliee 4eM B
JIBYXCTaX HAY4HBIX ITyOINKAIHSIX.

E. M. Mopo3oB B 1964 1. co3nan nepBblii B Halllei cTpaHe
yueOHbI Kypc «MexaHuKa pa3pylIeHUs», KOTOPBIM BOLIENT
B y4eOHbIi uian kadeapsl Gusuku npouHoctd MUDU. On
JKe Hamical W TepBble ydeOHbIe MOCOOHS MO MEXaHHKe pas-
pYyLICHUS.

Ha mnporsoxenun Oonee pecartu jier E. M. Moposos
npukazoM MunBy3a CCCP naznavaincs npeacenarenem I'OK no

E. M. Morozov (o the 90™ anniversary)

crenuanbHOCTH «MexaHMKay Ha MEXaHUKO-MareMaTH4eCKOM
(dakynsrere MI'Y um. M. B. JlomoHOCOBA.

Ilon npencenarensctBom E. M. Mopo3oBa B TeueHue
17 ner nmpu MJIHTII neiicTBoBan yHUKaJIbHBIN €XKEMECSIUHBIN
cemuHap «IIpobiemMbl pa3pyIeHNs] METAIIOBY, Ha KOTOPOM BBI-
CTyNaJU CHELUAIUCT B 00JIACTH MEXAHUKU Pa3pyLICHUs, I
MHOTHX M3 HUX CEMHUHAp CTaJl yTEeBKOW B OOJIBIITYIO HAYKY.

B mempax cemunapa mpu MJHTII Bo3nmkia miomo-
TBOpHas uzes co3ganus npu ['occrangapre CCCP komuccuu mno
CTaHAAPTH3ALUK B O0OACTH MEXaHUKH pa3pyIlIeHHs, B paMKax
KOTOpOI Ipu HenocpencTBeHHoM yuactuu E. M. Mopo3osa co-
3/1aHbl BCE HOPMAaTUBHbBIC HALIMOHAJIbHBIC JOKYMEHTHI (BKIIFOUas
T'OCT 25-506-85) mo Meromam OmIpeneneHus] XapaKTepHCTHK
TPEIUHOCTORKOCTH. OpUrHHANIbHbIE HAy4YHbIE JOCTIDKCHUS Ha-
IIIM CBOE OTPaKEHHE U B PsJie OTPACIIEBBIX JOKYMEHTOB IO
OLIEHKE OCTATOYHOIO pecypca.

INo mannmaruee E. M. Mopo3oBa 6GbUIO HepeBeeHO Ha
PYCCKUI SI3BIK OOJBIIMHCTBO W3BECTHBIX KHHT IO MEXaHHKE
paspylLlIeHUs, B TOM uuciie U camas nepsas u3 Hux — «llpu-
KJIa/{HbI€ BOIIPOCHI BA3KOCTH paspylueHus». EBrenuit Muxaiino-
BUY HEPEZIKO BBICTYIIA B KAUECTBE TUTY/ILHOIO PEAAKTOpa U aB-
TOPa COIEPKATENIbHbIX IPEAUCIOBUIL.

C 1951 1. o ceit nenp EBrennit MuxaiisioBud padoraer Ha
kadenpe ¢usuku npounoctu MUDU, kotopas Bo MHOTOM OJia-
rofgapsl €ro yCWIMsAM HpeBparuiack U3 Kadexpbl CONpOTHBIIE-
HUS MaTepUaJIOB B Kadelpy, BBITYCKAIOIIYIO CIICIUAINCTOB I10
MeXaHUKe Ne(GOopMHUPOBAaHUS U pa3pylieHus marepuanos. Ilox
€ro PyKOBOICTBOM JOJIFO€ BPeMsl YCIIEIIHO (pyHKIHOHHPOBAIa
Hay4Has TPYIIA MO CO3JaHHI0 MporpaMMHBIX MK3-xomrutex-
COB JUIsl pacCUeTOB IIapaMEeTPOB MEXaHUKH pa3pyIlleHHs yIpyro-
IUIACTUYECKUX Tell.

E. M. Mopo3zoB — naypear npemuu CoBera MHUHHCTPOB
CCCP, akagemuk Cankt-IlerepOyprckoit AH nmo npobiaemam
MIPOYHOCTH, BKJIOYEH IO PAa3HbIM HOMUHALMSAM U HECKOJIBKUM
u3ganusm B kauru: Who’s Who (BenukoOpuranust), Marquis
Who’s Who (CIIA), «Kto ectb k1O B Poccumy.

Egrenwnit Muxaiinosuu ocraercsa wienom Hayunoro cosera
PAH no mexanuke aehopMupyemMoro TBepAoro tena, Mexrocy-
JAPCTBEHHOI'0 KOOPAUHAIMOHHOIO COBETA MO (hU3UKE MIPOUHO-
CTH M IUIACTUYHOCTH, AUCCEPTAlMOHHOro copera. OH, KaK U
MIPEX/ie, BBICTYIAeT ONIMOHEHTOM KaHAMJATCKUX M JOKTOPCKHUX
JIMCCepTauil.

C xypHaioMm «3aBojckas yadoparopusi. JluarHoctika Ma-
TepuanoB» EBrennss MuxailmoBuua cBs3bIBaeT Oonee ueM
45-netHee corpynHuuecTBO. OH BHEC OTPOMHBLI BKJIaJ B pa3BU-
tHe otnena «MeToasl MEXaHMYEeCKHX HCIBITaHui» (Tenepb
«MexaHHMKa MaTepUalioB: MMPOYHOCTh, PECYpC, OE30MaACHOCTHY ).

Honroneruro E. M. Mopo3oBa criocoO0CTByeT ero CriopTHB-
HBIII 00pa3 >XW3HH, MO3BOJISIOIINI IOCTOSHHO HaXOOUThCS
B nBmkeHnu. B cBou 90 sier EBrenuii MuxaiioBu4 oJIOH KH3-
HEHHOM SHEPIuu U Uiei.

Penxosterus u pefakiys KypHaia no3papisitoT EBrenus
Muxaitnopuya Mopo3oBa ¢ OOWICEM U JKEIAT €My 3/0-
POBBS, pealn3aly BCeX IUIAHOB, JKU3HEHHBIX y[ay, CHacTbsi U
panocTH.



