2019
N2 Tom 85

3ABOACKAA AABOPATOPMUA

AUATHOCTUKA
MATEPUAAOB

INDUSTRIAL LABORATORY. DIAGNOSTICS OF MATERIALS

EXXEMECAYHbIA HAYYHO-TEXHHYECKUA XYPHAA MO AHAAUTUYECKOH XUMHUH, OUSUYECKUM,
MATEMATHYECKAUM U MEXAHUYECKUM METOAAM UCCAEAOBAHMUSA, A TAKXXE CEPTHOUKALLUM MATEPUANOB

OcHoBaH B AHBape 1932r.

Appec uspartenbcTBa
000 «U3patenbcTBO «TECT-3J1»

119334 Mockea, JleHnHckuin np-T, 49,
MMET um. A. A. Baitkosa,
penakuys XypHana
“3aBopckas nabopatopus.
[narHoctvka matepuanos”.

Ten./dakc: (499) 135-62-75,
Ten.: (499) 135-96-56
e-mail: zavlabor@imet.ac.ru
http://Mmww.zldm.ru

XypHan «3aBoackas naboparopus.
[LnarHocTvka MaTepuanoB»BKIIOYEH
B CMVCOK M3AAHWIA, PEKOMEHA0BAHHbIX
BAK npw 3awwmre KaHamaaTckux
1 AOKTOPCKMX AUCCEepTaLWi.

Yypegutenn
© 000 «M3parenscrso «TECT-3J1» , 2019

MNepeneyatka MaTepuanos XypHana «3aBofckas na-
Gopatopus. [IarHocTvka MaTepuasnos» 0MyCcKaeT-
€1 TONbKO C MMUCLMEHHOTO PA3PELLEHNs PefaKLmM.
Mpy UMTUPOBAHUM CCbIKA 06SI3aTENbHA.

JKypHaun 3apeructpupoBaH
B KomuTtete mo neuaru P®:
Ne 016226 ot 18.06.97 1.

JInueH3Hs1 HA U3/1ATeIbCKYI0
aesaTeJabHOCTH Ne 065155
ot 06.05.97 .

Otrneuarano B Tunorpaguu
usngarenscrsa “Ponumym”
127411, Mocxksa,
Jmurposckoe 1., 157, cTp. 6.
Tem.: (499) 258-08-28

IToxanucano B meyars 21.04.2019
Dopmar 60 x 88 */g.
Bywmara menoBanHas.

Odcernas neyars.
Y. ey, a1. 9,5

Ilena morosopHuas

Koppexrrop JI. 1. Cazkuna

JTIMATHOCTHKA MATEPHAJIOB

Jlorotun  “3aBopckas nabopatopusi. [uarHoctuka
marepuanos®” SBNseTCs 3aperMcTPUPOBaHHON TOP-
rogoii mapkoit 000 «M3patenbctBo «TECT-3/1». Bee
npaBa OXPaHsIOTCS 3aKOHOM.

COJIEPKAHUE

AHAJIN3 BEIHLIECTBA

Pynux HU. C., Karacounosa O. H., Moxomoera O. B., Maproruna T. A.,
Cuausaxos B. fl., Miaroxun HU. B. Pasgenenne Pt (IV), Pd (II) u Rh (ITI) me-
TOJJOM MHOTOCTYIIEHYATOH HKCTPAKIIMU U3 XJIOPUIHBIX PACTBOPOB C IPUMEHEe-
HUEM a30TCOAEPIKAIINX DKCTPATEHTOB . . . . .« « « & v v o oo e e e oo o

JInns K. H., lyBanoBa O. B., Hukutuna C. 0., 316108 A. H. ITpumene-
HUe [Ibe30CEHCOPOB ISl OIPEeIeHUs KaPOOHOBBIX KUCIOT B IIPOMEKYTOUHBIX
MIPOAYKTAX IPOU3BOACTBA IUIIEBOTO DTAHOMA . . . . . . « . « o « o o o o . . . 11

at

Taiinyk O. B. Cunekrpodoromerpuyeckoe ompeneieHne womara B HOAUmAX
MIETIOYHBIX METAIIIOB . . « « v v v v e v e e e e e e e e e e e e e e e 17

HCCJIEJOBAHHUE CTPYKTYPHI I CBOMICTB

OUSUYECKHUE METO/IBI
HNCCJIEINOBAHUA U KOHTPOJIA

Cuporunknus B. I1., Bymr A. A., Coanus A. U., Ceramaa A. I'. IIpumene-
HUe IPOMUILHOIO aHAIN3a JUMPAKIINOHHBIX IHKOB A1 OIpeneneHus daso-
BBIX cooTHomeHui B cucreMe (1 - 2x)BiScO; - xPbTiO; - xPbMg;3Nby 3054
BOIU3H MOPMOTPOITHOM TPAHUIIBL . . « « . v v o e o v e e e e e e e e e e e 22
ITaBarouenko B. B., lopomesu4 E. C. Brisisnenue nedeKToB CIIOMIHOCTH
B 00pasiiax U3 alMUHUA MATHATOUMILYIECHBIM METOAOM . . . . . . . . . . . 28
Mypamos B. B., Anexkcamun B. M., Mumrypos K. C. Onpenenenue cremne-
HU TOJUMEpPU3AIdHd MATPHUIBl IIOJUMEPHOTO KOMIIO3HI[HOHHOTO MaTepuaia
YIBTPA3BYKOBBIM METOMOM . . . . & o v v v v o v v v e e e e e e e e e e e e 33

O6MeH OIBITOM
Mamxkuaos JI. B. Msmepenne rosnwmuecrBa Temsa HA JUATEPMUYECKOM Ka-
JIOpUMeTpe CHKHMraHusA 0e3 MPeIBAPUTENBHOT0 HATPeBA KAJIOPUMETPHYECKOTO

MEXAHWKA MATEPHUAJIOB:
ITPOYHOCTBD, PECYPC, BESOITACHOCTb

I'puns E. A,, Ilepesesennesa T. B., Capkucan B. A. TpemnHoCcTORKOCTD
MapONPOBOJHBIX IIEHTPOOEKHO-TUTHIX TPYO u3 cranu 15X1M1® . . . . . . . 42
Cyxués C. B. IIpumenenre HeIOKAIbHBIX KPUTEPUEB JJIsT OIIUCAHUS Paspy-
IIeHUs KBa3UXPYIIKOTO MaTepuasa ¢ OTBepCTHeM IIPH CKATHM . . . . . . . . . 50
Marronua B. M., Mapuenkor A. 0., A6ycancg H., Craceumrxo H. A.
OreHka ynpyrof momgaT/IMBOCTHA TBEPAOMEPA IPH KUHETHYECKOM WHIEHTHUPO-
BaAHUHU MATEPHATIOB . . .« « « v v o v e v e e e e e e e e e e e e e e e 57

OIIEHKA COOTBETCTBHUSI. )
AKKPEJMTAITHS IABOPATOPHI

I'ycaposa C. H., Epoxuna 0. M., Xynysunu E. H. Bonpocs! opranusannu
BHYTPUIA60paTOPHOTO KOHTPOJIA KadecTBa Pe3ylIbTaTOB WUCIBITAHUE B HCIBI-
TATEIBHOM JAOOPATOPHH . « « v « o v o v e e e e e e e e e e e e e e 64



3ABOACKASA AABOPATOPUSA

AUATHOCTUKA
MATEPUAAOB

INDUSTRIAL LABORATORY. DIAGNOSTICS OF MATERIALS

PepakumoHHaq
KOoJilerna:

[nasHb Il pedakmop
KAPMOB KOpuit AnekcaHapoBuY,
akapemuk PAH, IOHX PAH
um. H. C. KypHakosa, Mocksa
BAPUHOB Cepreit MupoHoBuy,
un.-kopp. PAH, UMET PAH, Mocksa
BEPTO ®ununno,
npocheccop Hopaexckoro yHuBepcuteTa
Hayk v TexHonorun, Hopserus, TpoHxeim
BYBJIVK Bnapgumup Tumocbeesuy,
npocheccop AOKT. m3.-maT. Hayk, MACuC,
Mocksa
FPUrOPOBWUY KoHcTanTuH BeceBonogosuy,
un.-kopp. PAH, UMET PAH, Mocksa

NENOB Anekceit leoprueBuy,
akaa. PAH, PTYHul um. U. M. TybkuHa,
Mocksa

JXXYKOBA BaneHTuHa AHaToNnbeBHa,
npodeccop YHuBepcuTeTa cTpaHbl 6ackos,
McnaHus, CaH-CebacTbsH

30J10TOB l0puit AnekcaHapoBuY,
akapgemuk PAH, MY um. M. B. llomoHocoBa,
Mocksa

WCAEB JleB KoHCTaHTUHOBMY,
DOKT. TexH. Hayk, BHUAMC, Mocksa

KA3APSH Cepreii l'ypreHoBuY,
npoceccop JTOHAOHCKOro MMNepCKoro
konnemxa, BenukobputaHus, JIoHLoH

KALIKOB Omutpuit AnekceeBuy,
npodeccop TeXHN4eckoro yHueepeuTeTa,
OAP, MpeTopust

KNIOEB Bnagumup Bnagumuposuy,
akagemuk PAH,
3A0 HMM MHIMO «Cnektp»

KOXAK [paxaH, 3
npodeccop YHuBepcuTeTa MeHn Vocvna
tOpast LLITpocmaitepa, XopsaTtusi, Ocuek

KYCEJIbMAH Unbs,

[LOKT. TeXH. Hayk, /3paunb, Mogumn

MATBUWEHKO KOpwii I'puropbeBuy,
npoceccop AOKT. TEXH. Hayk,
WHCTUTYT MalLMHoBe[eHus
um. A. A. bnaronpasosa PAH, Mocksa

MATIOHWH Bsyecnas Muxaitnoeuy,
npoeccop AOKT. TEXH. Hayk,
HauuoHanbHbIi MccnenoBaTenbCkui
yHuBepeuteT «MOW», Mocksa

MAXYTOB Hukonaii AHapeeBuy,
un.-kopp. PAH, MHcTUTYT MalumHoBeaeHns
um. A. A. BiaroHpasosa PAH, Mocksa

MOPO30B Esrenuit Muxaiinosuy,
npoeccop AOKT. TEXH. Hayk,
MockoBCKui MHXEHepHO-(n3nyeckii
nHetutyT (MADU), Mockea

MYPABbLEB [mutpuii Hukonaesuy,
npocheccop ABTOHOMHOTO YHUBEPCUTETA
BapcenoHol, Mcnanus

HOBWKOB [Imutpuit AnekcaHapoBuy,
un.-kopp. PAH, MHcTuTyT Nnpobnem
ynpaBneHus um. B. A. Tpanestukosa PAH,
Mocksa

HOCOBA MapuHa EBreHbeBHa,
3aMecTUTeNb rMaBHoro pefaktopa

OPJIOB Anekcangp MBaHoBuyY,
npodeccop [OKT. TEXH. HayK, AOKT. 3KOH.
Hayk, MI'TY um. H. 3. Baymana, Mockea

LUMWUIYH Oner AnekceeBuy,

yn.-kopp. PAH,
MIY um. M. B. NNomoHocoBa, Mocksa

CEKUMN PEOAKLMOHHON KOJUJIErMKN
AHAJIN3 BELLIECTBA

IIpencenarens wi.-kopp. PAH O. A. HIIIIUT'YH

Hoxr. xum. mayk B. B. BAPAHOBCEKAS, noxr. texu. mayk I'. . BE-
BEIIKO, un.-xopp. PAH K. B. TPUT'OPOBUY, kaug. xum. nayk B. K. KA-
PAHJIAIIIEB, akax. PAH 10. A. KAPIIOB, mokt. xum. mayk M. A. POJIVH,
nokr. TexH. Hayk B. A. CHMARKOB, nokr. xum. Hayk [1. C. PEJIOTOB, gom.
kaug. xum. Hayg J[I. I'. DUJTATOBA, opod. gokr. dpus.-mar. HAYK
M. H. PUJUIIIIOB

Pedarxmop omdena xand. xum. nayx E. . PEBUHA
UCCJIEQOBAHUE CTPYKTYPbl U CBOUCTB

IIpencenarens 4i.-kopp. PAH H. A. MAXYTOB

dusudecKue MeTOAbI UCCIAETOBAHUI M KOHTPOJSI — IIPod. TOKT.
dus.-mar. vayk B. T. BYBJIUK (ripencemarens moacekiu), JOKT. Qu3.-Mar.
nayk A. C. APOHUH, noxr. ¢us.-mart. mayk C. I'. BYT'A, mpod. moKT. TexH.
nayk C. B. JOBATKHWH, xanx. dus.-mar. nayk A. O. POOWH, xans.
dus.-mar. mayk B. H. CEPEBPAHBIW, pokr. TexH. HaAYEK
B. I'. MIEBAJIABIKWUH

Pedarxmop omdena I'. P. IIYMKHH

MexaHuKa MaTepHAJOB: IPOIHOCTH, PECYypC, 6€30MacHOCTh —
wir.-kopp. PAH H. A. MAXYTOB, un.-kopp. PAH C. M. BAPMHOB, mpod.
nokr. Texu. mayk K. M. BJIEJHOBA, npod. f0KT. TeXH. HAYK
A. M. BOJIBITAKOB, mpo¢. noxr. texu. mayk JI. P. BOTBUHA, noxr.
texH. HayK A. I'. KASAHIIEB, mpod. gokr. Texu. mayx B. B. MOCKBHUYEB,
npod. mokr. rexd. nayk 0. ' MATBUEHKO, npod. mokT. TexH. HAYK
B. M. MATIOHHH, npod. nokr. rexn. mayk E. M. MOPO3OB, noxr. TexH.
nayk B. H. IEPMAKOB, nipod. moxr. Texu. nayx 1. A. PASYMOBCEKHWH

3am. enasnozo pedaxmopa M. E. HOCOBA
MATEMATUYECKWUE METO/Abl NCCJIEOBAHUS

IIpencenarens 4wi.-kopp. PAH J/I. A. HOBUKOB

IIpod. moxr. Texun. mayx H. H. BAXTAI3E, noxr. dus.-mar. HAYK
M. B. I'VBKO, mpod. mokr. TexH. HayK, moKT. skoH. Hayk A. 1. OPJIOB,
npod. noxr. Texn. Hayk 0. B. CHIEJIbHUKOB, npod. noxT. TexH. Hayk
H. B. CKUBUIIKHU, npod. noxr. pus.-mar. Hayk B. B. CTPUHOB, nmpod.
mokt. TexH. Hayk B. O. TO/TYEEB

3am. enasnozo pedaxmopa M. E. HOCOBA

OLIEHKA COOTBETCTBMUA.
AKKPEOUTALINS JIABOPATOPUN

IIpencenarens nqokr. Texu. Hayk JI. K. HCAEB

H. B. BOJIOBIPEB, npod. noxr. xum. mayx B. U. [BOPKWH, akan.
PAH A. T. IEDOB, kaux. rexu. vayk I'. P. HEAKUXOBCKHUU

Pedarxmop omadena kand. xum. nayx E. H. PEBUHA



2019
N2 VOL. 85

3ABOACKAA AABOPATOPMUA

AUATHOCTUKA
MATEPUAAOB

INDUSTRIAL LABORATORY. DIAGNOSTICS OF MATERIALS

A MONTHLY SCIENTIFIC AND TECHNICAL JOURNAL ON ANALYTICAL CHEMISTRY, PHYSICAL, MATHEMATICAL,
AND MECHANICAL METHODS OF RESEARCH, AS WELL AS THE CERTIFICATION OF MATERIALS

Published since 1932

Publisher Address:

JSC “lzdatel’stvo “TEST-ZL”
Baykov Institute
of Materials Science
49, Leninsky prosp.
Moscow 119334, Russia,
“Zavodskaya laboratoriya.
Diagnostika materialov”
Phone/fax; +7 (499) 135-62-75,
phone: +7 (499) 135-96-56
e-mail; zavlabor@imet.ac.ru

http://www.zldm.ru

The journal is included in the list
of publications recommended
by the Higher Attestation Commission
for the PhD thesis presentations.
Founder
© JSC “lzdatel’stvo “TEST-ZL”, 2019

The reprint of the journal materials is allowed only
with the written permission of the editorial office.
When quoting a reference is required.

The journal is registered
with the Committee on Press
of the Russian Federation:
No. 016226 of June 18, 1997.
Publishing license
No. 065155 of May 6, 1997.

Printed in the printing house
of the Folium Publishing Co.
157/6, Dmitrovskoe sh.
Moscow 127411, Russia.
Phone: +7 (499) 258-08-28

Signed in print 21.04.2019
Format 60 x 88 1/g.
Paper coated.

Offset printing.
Conditional printed sheets 9.5

The price is negotiable
Proofreading by L. I. Sazhina

JIABOPATOPHS

JIMATHOCTHKA MATEPHAIOB

Logo “3aBonckas naboparopusi. [uarHocTuka
marepuanos®” is a registered trademark of
JSC “Izdatel’stvo “TEST-ZL”. All rights are pro-
tected by law.

Contents

SUBSTANCES ANALYSIS

Rudik I. S., Katasonova O. N., Mokhodoeva O. B., Maryutina T. A.,
Spivakov B. Ya., Ilyukhin I. V. Separation of Pt (IV), Pd (II) and Rh (III)
from chloride solutions by multistage solvent extraction using nitrogen-con-

taining extractants. . . . . . . . . ... .. 5
Linh C. N., Duvanova O. V,, Nikitina S. Yu., Zyablov A. N. The use of
piezosensors for determination of carboxylic acids in the intermediate pro-
ducts of edible ethanol production . . . ... ... ... .. ......... 11
Gayduk O. V. Spectrophotometric determination of iodate in iodides of alka-
linemetals . . . . . . . .. L 17

STRUCTURE AND PROPERTIES RESEARCH

PHYSICAL METHODS

OF RESEARCH AND MONITORING

Sirotinkin V. P, Bush A. A., Spitsin A. 1., Segalla A. G. The use of the
profile analysis of diffraction peaks for determination of the phase relation-
ships in the system (1 — 2x)BiScO; - xPbTiO; - xPbMg;3sNb,s05 near the mor-
photropicboundary . . . . .. ... ... ... ... 22

Pavlyuchenko V. V,, Doroshevich E. S. Detection of integrity defects in
aluminum specimens by the magnetic pulse method. . . . . . . . ... ... 28

Murashov V. V,, Aleksashin V. M., Mishurov K. S. Determination of the
polymerization degree of the matrix of polymer composite material using
ultrasonicmethod . . . . . . . .. ... ... 33

Exchange of Experience

Mashkinov L. B. Measurement of the amount of heat using a diathermic
combustion calorimeter without preheating of the calorimeter vessel in a
thermostat . . . . . . . . . L 40

MATERIALS MECHANICS: STRENGTH, DURABILITY, SAFETY

Grin E. A, Perevezentseva T. V.,, Sarkisyan V. A. Crack resistance of cen-

trifugal-cast steam pipes made of steel 1I5Kh1M1F . . ... ... ... ... 42
Suknev S. V. The use of nonlocal criteria in forecasting fracture of quasi-
brittle material with a hole under compression . . . . ... ... ...... 50

Matyunin V. M., Marchenkov A. Yu., Abusaif N., Stasenko N. A. Evalu-
ation of the elastic compliance of the hardness tester in kinetic indentation
tests. . . . L e 57

COMPLIANCE VERIFICATION.
LABORATORY ACCREDITATION

Gusarova S. N., Erokhina Yu. M., Hunuzidi E. I. Issues of regarding
arrangement of intralaboratory quality control of test results . . . . . . .. 64



3ABOACKASA AABOPATOPUSA

AUATHOCTUKA
MATEPUAAOB

INDUSTRIAL LABORATORY. DIAGNOSTICS OF MATERIALS

Editorial Board:

Editor-in-chief
KARPOV Yury A.,
Academician of RAS, Kurnakov Institute of
general and inorganic chemistry of the Russian
Academy of Sciences, Moscow, Russia; e-mail:
karpov-yury@yandex.ru
BARINOV Sergey M.,
Corresponding member of RAS,
A. A. Baikov Institute of Metallurgy and Materials
Research, Moscow, Russia
BERTO Filippo,
Prof., Norwegian University of Science and
Technology, Trondheim, Norge
BUBLIK Vladimir T.,
Prof., National University of Science and
Technology MISiS, Moscow, Russia
GRIGOROVICH Konstantin V.,
Corresponding member of RAS, A. A. Baikov
Institute of Metallurgy and Materials Research,
Moscow, Russia
DEDOV Alexey G.,
Academician of RAS, Gubkin Russian State Oil
and Gas University, Moscow, Russia
ZHUKOVA Valentina A.,
Prof., University of the Basque Country,
San Sebastian, Spain
ZOLOTOV Yury A.,
Academician of RAS, M. V. Lomonosov Moscow
State University, Russia
ISAEV Lev K.,
Doctor of Technical Sciencec, All-Russian
Research Institute of Metrological Service,
Moscow, Russia; e-mail: isaev-vm@vniims.ru
KAZARIAN Sergei G.,
Prof., Imperial College London, London, UK
KATSKOV Dmitry A.,
Prof., Technical University of Pretoria,
Pretoria, SAR
KLYUEV Viadimir V.,
Academician of RAS, Scientific Research
Introscopy Institute “SPEKTR,” Moscow, Russia
KOZzAKH Drazan,
Prof., J. J. Strossmayer University of Osijek,
Croatia
KUSELMAN llya,
Independent Consultant on Metrology,
Modiin, Israel
MATVIENKO Yury G.,
Prof., Mechanical Engineering Research
Institute of the Russian Academy of Sciences,
Moscow, Russia
MATYUNIN Vyacheslav M.,
Prof., National Research “Moscow Power
Engineering Institute,” Moscow, Russia
MAKHUTOV Nikolay A.,
Corresponding member of RAS, Mechanical
Engineering Research Institute of the Russian
Academy of Sciences Russian Federation,
Moscow, Russia; e-mail: imash-ru@mail.ru
MOROZOV Evgeny M.,
Prof., National Research Nuclear University
MEPhI (Moscow Engineering Physics Institute),
Russia
MURAVIEV Dmitry N.,
Prof., Autonomous University of Barcelona,
Spain
NOVIKOV Dmitry A.,
Corresponding member of RAS,
V. A. Trapeznikov Institute of Control Sciences,
Moscow, Russia; e-mail: novikov@ipu.ru
NOSOVA Marina E.,
Deputy Editor-in Chief
ORLOV Alexander I.,
prof., Bauman Moscow State Technical
University, Russia
SHPIGUN Oleg A.,
corresponding member of RAS,
M. V. Lomonosov Moscow State University,
Russia; e-mail: shpigun@igic.ras.ru

SECTIONS OF THE EDITORIAL BOARD

SUBSTANCES ANALYSIS

Chairman, Corresponding Member of RAS O. A. SHPIGUN

Doctor of Chemical Sciences V. B. Baranovskaya; Doctor of Technical
Sciences G. I. Bebeshko; Corresponding Member of RAS K. V. Grigorovich;
Candidate of Chemical Sciences V. K. Karandashev; Academician of RAS
Yu. A. Karpov; Doctor of Chemical Sciences I. A. Rodin; Doctor of Technical
Sciences V. A. Simakov; Doctor of Chemical Sciences P. S. Fedotov; Assistant
professor, Candidate of Chemical Sciences D. G. Filatova; Professor, Doctor of
Physical and Mathemtical Sciences M. N. Filippov

Subeditor, Candidate of Chemical Sciences E. I. REVINA
STRUCTURE AND PROPERTIES RESEARCH

Chairman, Corresponding Member of RAS N. A. MAKHUTOV

Physical methods of research and monitoring — Professor, Doctor of Physical
and Mathemtical Sciences V. T. Bublik (Chairman of the subsection); Doctor
of Physical and Mathemtical Sciences A. S. Aronin; Doctor of Physical and
Mathemtical Sciences S. G. Buga; Professor, Doctor of Technical Sciences
S. V. Dobatkin; Candidate of Physical and Mathemtical Sciences
A. O. Rodin; Candidate of Physical and Mathemtical Sciences
V. N. Serebryanyi; Doctor of Technical Sciences V. G. Shevaldykin

Subeditor G. R. SHUMKIN

Materials mechanics: strength, durability, safety — Corresponding Member of
RAS N. A. Makhutov; Corresponding Member of RAS S. M. Barinov;
Professor, Doctor of Technical Sciences Zh. M. Blednova; Professor, Doctor
of Technical Sciences A. M. Bolshakov; Professor, Doctor of Technical
Sciences L. R. Botvina; Doctor of Technical Sciences A. G. Kazantsev;
Professor, Doctor of Technical Sciences V. V. Moskvichev; Professor, Doctor of
Technical Sciences Yu. G. Matvienko; Professor, Doctor of Technical Sciences
V. M. Matyunin; Professor, Doctor of Technical Sciences E. M. Morozov;
Doctor of Technical Sciences V. N. Permyakov; Professor, Doctor of Technical
Sciences I. A. Razumovskii

Deputy Editor-in-Chief M. E. NOSOVA
MATHEMATICAL METHODS OF RESEARCH

Chairman, Corresponding Member of RAS D. A. NOVIKOV

Professor, Doctor of Technical Sciences N. N. Bakhtadze; Doctor of Physical
and Mathemtical Sciences M. V. Gubko; Professor, Doctor of Technical
Sciences; Doctor of Economic Sciences A. I. Orlov; Professor, Doctor
of Technical Sciences Yu. V. Sidel’nikov; Professor, Doctor of Technical
Sciences N. V. Skibitskii; Professor, Doctor of Physical and Mathemtical
Sciences V. V. Strizhov; Professor, Doctor of Technical Sciences
V. O. Tolcheev

Deputy Editor-in-Chief M. E. NOSOVA

ASSESMENT OF CONFORMITY.
LABORATORY ACCREDITATION

Chairman, Doctor of Technical Sciences L. K. ISAEV

I. V. Boldyrev; Professor, Doctor of Chemical Sciences V. I. Dvorkin;
Academician of RAS A. G. Dedov; Candidate of Technical Sciences
G. R. Nezhikhovskii

Subeditor, Candidate of Chemical Sciences E. I. REVINA



«3aBoackasa maboparopusa. [[marnocruka marepuanaos». 2019. Tom 85. Ne 4 5

AHain3 BemiecTsa Substances analysis

DOI: https://doi.org/10.26896/1028-6861-2019-85-4-5-10

PA3SJIEJIEHHUE Pt (IV), Pd (II) 1 Rh (III) METOOM
MHOTI'OCTYIIEHUATOM SKCTPAKIIMU U3 XJIOPHUIHBIX PACTBOPOB
C IIPUMEHEHUWEM A3OTCOAEPRAIIINX OKCTPATEHTOB
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ITorazana BosmoskuoCTS pasaenenus nouos Pd (II), Pt (IV) u Rh (III) meTomoM KUmIKOCTHOM DK-
CTPAaKITUH U3 XJIOPHUIHBIX PACTBOPOB BO BPAIAOIIUXCS cuupaibHbix Koaoukax (BCK). B kaue-
CTBE DKCTPAreHTOB BhIOPAHBI HAKOOIee YACTO UCIIOIb3yeMbIe B OKCTPAKITUH [JIATUHOBBIX METaI-
soB pearentsr: TpuokTwiamud (TOA), merwrrpuankmwnamvonunit xmopun (MTAA), TpubyTn-
docdar (TBDP) u orrocurensHo HOBBIHM peareHT — N,N,N’ N’-reTpa-H-0KTHIIUTITHKOIbAME
(TOAT'A). HccnenoBana MoaHOTA SKCTPAKIIHOHHOIO U3BJI€UEHNS [NIATHHOBBIX METAJIIOB U3 UH-
JMUBHUIYATHHBIX U CMEIIIAHHBIX COMTHOKHCIIBIX M COEBBIX XJIOPUIHBIX PACTBOPOB B 3aBHCUMOCTH
OT IIPUPOJBI ¥ KOHI[EHTPAIIMH SKCTPAreHTa, KUCIOTHOCTH aHAIM3UPYEMbIX PACTBOPOB U IPYIUX
arropor. Onpezenensbl ONTHMAIBHBIE YCAOBUA KOJIMYECTBEHHOIO W3BJIEYEHHUS METAIIOB U3
MOJIENBHBIX COITHOKUC/IBIX U XJIOPUIHBIX PACTBOPOB B (pasy SKCTpAreHTa W IIOCIELyIOIIero ce-
JIEKTUBHOTO PasIesIieHus Ha CTaauu peskcrparimu. [Ipemoxena cxemMa MHOTOCTYIIEHIATOTO JK-
crpaxrmonsoro pasgenenus Pd (II), Pt (IV) u Rh (III) ¢ ucnonpzoBanueM B KaueCTBe HEIIOIBIIK-
Hoii (paser B BCK 0,05 M pacreopa MTAA B Tomyosne. Cxema BKIIOYAET U3BJIEYEHHE HOHOB
Pd (II) u Pt (IV) u3 pacreopa (0,1 M HCI + 30 r/xn Cl-) B opraunudeckyo ¢asy mpu 0HOBPEeMEeH-
woMm ornenenuu Rh (III), ocratorerocs B BogHO# (hase, U mocaeqoBaTeIbHy0 peskcTpakiuio Pd
(ID) u Pt (IV) u3 opranmyeckoii ¢assr 0,01 M pactsopom Tromouesuss B 0,1 M HCl u 1 M pac-
TBOpoM TroMoueBuHBI B 0,5 M HCI coorBercrBenno. Cxema ormpoboBaHa IIpu pasaeneHuu Iia-
THHOBBIX METAJIIOB B TEXHOJIOTUUECKOM PACTBOPE 3aaHHOro cocraBa. CTeleHb U3BIeYeHNs Me-
Tayos mocie srerpakmuu 0,05 M pacreopom MTAA B To/yosie U IOCIEIOBATENIBHON PESKCT-
paKIuM pacTBOpaMM THOMOYEBHHBI coctaBwia: s poxua (III) — 99,5 %, namnamua (II) —
99,9 %, nnaruns! (IV) — 97,4 %. Beinenennsie BoxHbIe GPAKITHE POAXA U IUIATUHBI TIOCTE BbI-
XO[a U3 KOJIOHKH He COIEP:KAIU IIPUMECH IPYTUX IUIATHHOBLIX METAJUIOB. B BOmHOM (Dpakiiuu
TaJIIaUsa CofiepsKaHue wiaTuHbl coctaBuio 0,5 %.

KiroueBnle cI0Ba: IIATHHOBLIE MeTaJlJIbl; SKCTPAKIUA, Bpallalueca CliupajlbHbIe KOJIOH-
KH; YeTBEPTUYIHbIe aMMOHHEBbIe OCHOBAHUA; PEIKCTPAKITUI.
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The possibility of Pd (II), Pt (IV), and Rh (III) separation from chloride solutions by solvent extraction in
rotating coiled columns (RCC) is demonstrated. The reagents most frequently used in extraction of plati-
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num metals were selected as extractants: trioctylamine (TOA), methyltrialkylammonium chloride
(MTAA), tributylphosphate (TBP), N, N, N“,N"-tetra-n-octyldiglycolamide (TODGA). The completeness
of extraction of the platinum group metals from individual and mixed hydrochloric acidic and chloride so-
lutions was studied depending on the nature and concentration of the extractant, acidity of the test solu-
tions and other factors. Optimal conditions for the quantitative extraction of metals from model hydro-
chloric acidic and chloride solutions and subsequent selective separation at the stripping stage are speci-
fied. A scheme of multistaged extraction separation of Pd (II), Pt (IV), and Rh (III) from chloride solutions
using a 0.05 M solution of MTAA in toluene as a stationary phase in RCC is proposed. The scheme in-
cludes extraction of Pd (II) and Pt (IV) ions from a chloride solution (0, 1 M HCI + 30 g/liter NI-) into the
organic phase with simultaneous separation of Rh(III) remaining in the aqueous phase, and sequential
stripping of Pd (IT) and Pt (IV) from the organic phase with a 0.01 M solution of thiourea in 0.1 M HCl and
a 1 M solution of thiourea in 0.5 M HCI, respectively. The scheme was tested in separation of the platinum
group metals from the technological solution of a given composition. The degree of metal extraction with a
0.05 M MTAA solution in toluene and sequential stripping with thiourea solutions is 99.5% for Rh (III),
99.9% for Pd (II), and 97.4% for Pt (IV). The separated water fractions of rhodium and platinum after
leaving the column did not contain impurities of other platinum metals whereas the water fraction of pal-
ladium contained 0.5% Pt.

Keywords: platinum metals; extraction; rotating coiled columns; quaternary ammonium base; re-

extraction.

Beenenune

IIpo6iema ompemeneHus W BBIAEIEHUS IIJIATH-
HoBbix MerawnoB (IIM) akryampHa m o0ycioBieHa
TeM, YTO 3a4acTyi0 O0BEeKTaMH HCCIEIOBAHUA SB-
JIAIOTCA CJIOKHBIE MHOTOKOMIIOHEHTHBIE PACTBOPBI
¢ HU3KUMU KoHIleHTparuamu [IM u BeIicokuM comep-
JKAHWEM COIYTCTBYIOIINX ¥ MATPUYHBIX KOMIIOHEH-
ToB [1, 2]. JKumrocTHAS SKCTpPAKIUA SIBISETCI OfI-
HUM #3 3(PPEKTUBHBIX U IIHPOKO HCIOIb3YEMBbIX
METOMIOB pasfiereHus U KoHIeHTpupoBaHua [IM
KaK B aHAIUTUYECKON XUMHUU, TAK U B TEXHOJIOTHH.
IKCTPAKIMOHHBIE METO/IbI U3BJIEUECHUS KOMILIEKCOB
IIM xapaKTepHu3yIOTCS BBICOKOM CEIE€KTHBHOCTHIO,
BO3MOJKHOCTBIO KOHIIEHTPUPOBAHUSA JJIEMEHTOB W3
CHUJILHO pas30aBIeHHBIX PACTBOPOB, IMAIANAMU
YCIIOBUAMH SKCTPAKIIMH, BO3MOKHOCTBIO pereHepa-
IIUU SKCTpareHTos [3 — 5].

Jl1s MHOTOCTYIIEHYATOH SKCTPAKIIUY HCITOIb3Y-
10T BparaoIueca coupaibabie Koaouku (BCK) [6].
Bnarogapsa xkoucrpykumun BCK opramwueckas dasa
(HemomBMIKHAS) ABYX(DA3HOU SKCTPAKIIMOHHOHN CHC-
TeMbl yIep:KuBaeTca 0e3 HCIOAb30BAHUS TBEPIOTO
HOCHUTEJA 38 CUeT BO3IEHCTBHUA MOJIA MACCOBBIX CHII
NP HEMPEPLIBHOM MPOKAYUBAHUUA BOMHON (hasbl
(moxgBuskHOoM) [7]. [lokazaHo, 4yTo 06bEM HEIIOIBHIK-
HoOIT (passl, yaepsxuBaembiit B BCK, 3aBucur ot ruz-
POIMHAMHYECKUX YCIOBUH SKCTPAKIMHU (CKOPOCTH
MIPOKauYMBaHUA ITOBUKHOU (haswl F' 1 ckopocTu Bpa-
[[EHUS KOJOHKU ) U (PH3UKO-XHMMHYECKUX CBOHCTB
IBYX(pasHbIX KUTKOCTHBIX crcTeM (Mesx(das3Horo Ha-
TSUKEHUs, PA3HOCTEH IIOTHOCTH WM BA3KOCTH (has)
[8]. B BCK B03MO0:XHO HeIpepbIBHOE MOCIEIOBA-
TeJbHOEe TPOBEIEHNE MPOIECCOB SKCTPAKIIUYA U pe-
SKCTPAKIHH, UYTO JeJIaeT MeTO yIOOHBIM JIJId IPaK-
THYECKOTO UCIIOIb30BAHUSA.

K macrosmemy BpeMeHU [OCTATOUYHO MOAPOOHO
W3y4eHBbl OCHOBHBIE 3aKOHOMEPHOCTH HKCTPAKIIUU
gommiekcoB IIM mpeacraBuTenaMH Pa3TAIHBIX
KJIACCOB HKCTPATEHTOB: aTu(aTHIECKnX W apOMaTH-

YEeCKUX aMHHOB, COJIeH YeTBEPTUIHBIX aMMOHHUEBBIX
OCHOBaHWH, Xexaroo0pasyoIluX pPeareHTOB, CYJib-
dumor u cyabdorcumos [1,3,9-11]. IAddex-
THBHOCTDH IIPUMEHEHUA TeX WJIH UHBIX HKCTPAreHTOB
oIIpenesseTcs COCTABOM BOMHOM ¥ OpPTaHHYECKOH
das, comep:xanueM MeTaJJIOB, YCIOBUAMH UX pasjie-
JIeHUA, TPeOOBAHUAMH K YHUCTOTE BHILEIAEMbIX KOM-
MOHeHTOB # T.A. IIpu sTOM HEOOXOIMMO OTMETHTb,
uyro peskcrpakmud [IM us opranmdeckoii pasbr yac-
TO 3aTpyAHeHa M3-3a 00pa30BAaHUA B IIPOIlECCEe DKC-
TPaKIUM KpalHe YCTOMYUBBIX KOOPAMHAIIMOHHBIX
COeTUHEHHUH.

Ilens Hacrosmiei paboThl — paspaboTKa CIIoCco-
6a pasmenenus Pt (IV), Pd (II) u Rh (III) meTomom
SKUTKOCTHOM DKCTPAKIUU M3 MOJENTbHBIX XJIOPHU/I-
HBIX PACTBOPOB M TEXHOJOTMYECKOrO pacTBopa 3a-
naHHOTOo cocraBa ¢ mpumenernuem BCK.

JKCIIEPHMEHTAIBLHAA 9aCTh

Pacmeopvt u peazenmut. B kauecTBe sKcTpareH-
ToB mcmoab3oBamu: MTAA (MeTuaTpHATKAIAMMO-
uuii xmopun, Adogen 464, 98 %, MERCK, I'epma-
uus); TOA (rpuokrunamun, 98 %, MERCK, I'epma-
uus); TB® (rpubyrundocdar, 99 %, Acros Orga-
nics, ['epmanusa); TOIT'A (N,N,N’,N’-rerpa-r-ok-
munguraukonbamun, 99 %, Kozempel laboratory,
Yexusd). JKCTpareHThl pazdaBIAIn TOILyoIoM (0Cd)
wim xjopogopmoM (0cu) [0 3aJaHHBIX KOHIIEHTPA-
muii (0,01, 0,05, 0,1 mons/m).

Mogenvunsie pactBopbl IIM rotoBuam us wux
comeit PdCl, (1), Nay[PtClg] - 6H,0, K5[RhClg] B co-
orBercrBum ¢ merogukoii [12]. Kounenrpamua ITM
B conguokuciabix (0,1-6M HCI) u xmopumHbIX
(0,1M HCI + 30 r/n Cl-) pacrBopax cocrapisia:
20 mgr/mn Pd (II), 5 mrr/ma Pt (IV), 3 Mrr/miua
Rh (III). TexHomoruueckuii pacTBOp 3aJaHHOIO CO-
craBa MPeACTaBIs COO0M XJOPHAHBIA PACTBOP
(0,1 M HCI1 + 30 1/t CI") co cnenmyromum cojep:xa-
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aueMm [IM: 1773 mer/ma Pd (II), 372 mxr/ma Pt (IV),
36,8 mr/ma Rh (I11).

Hns peskcrpakiuu [IM us opranudeckoi gasbl
MPUMEHSIN BOIHBIE PACTBOPHI A30THOM KHCIIOTHI
(ocu), rugpokcuaa aMMoHusS (0CY), XJIOPHAA aMMO-
uua (u4), TuomoueBunbl (Thio) (u), rugpoxcuna Ha-
Tpua (x4).

Annapamypa. OKCTPAKIHIO B CTATHYECKOM pe-
JKMMe TIPOBOJMIIN C TIOMOIIBIO 1a60paTOPHOTO Mexa-
Hu4eckoro medkepa momenu StuartSSL2 (Stuart,
Benukobpuranus). [lna pasmenenusa ¢as UCIoab30-
Banu neatpudgyry CM-6MT (ELMI, Jlarsua).

Koumnenrpuposanue u paspenenwe 1IM B mgu-
HAMUYECKOM pPEeKHUMe OCYIIEeCTBIAIN B ILIaHe-
tapuoil unentpudyre «Cropunr-3M», ocHaIleHHON
BCK (MucTuTyT aHAIMTUYECKOrO IIPHOOPOCTPO-
euns, 1. Caukr-Ilerep6ypr) [13]. BCK npencrasns-
er co00ii Ted)IOHOBYI0 TPYOKY C BHYTPEHHHM IHa-
MeTpoM 1,6 MM u TommuHOM cTreHku 0,75 MM, Hamo-
TaHHYI0 B BUJI€ OJHOCJIOMHON CITUPAH Ha KEeCTKUH
cepaevHuK. BHyTpeHHUI 00beM KOJIOHKH COCTABIIA-
er 16 My, 06beM KaiKI0r0 W3 IOIBOIAIINX IIyTeH —
2 M. PactBopsr IIM, sKcTpareHTOB M pesKCTpareH-
toB nogaBanu B BCK ¢ momomisio mepucraigbruge-
croro Hacoca Masterflex (Berukobpuranus).

Texrnura sxcnepumerma. IKCTPAKIIHUIO U PEIKC-
Tpakiuo [IM B craTuyeckoM peXuMe TPOBOIUIN
p¥ KOMHATHOU TeMIeparype B IIOJHIIPOIUICHO-
BBIX MpoOupkrax o6bemoMm 50 MJI IIPU COOTHOIIEHUN
BOXHOM u opranmueckou ¢asz V.V, = 1:1, obmuii
o0beM KOoTOpbIX He mpeBsIiman 20 miu. Bpems kon-
TakTa (a3 cocraBiusaio 15 mun. Boxuyio ¢dasy ana-
JIU3UPOBAJIH HA COJIEP:KAHNE METAIIOB.

IIpu mpoBeneHNU 3KCIEPUMEHTOB B JUHAMUYE-
cxkom peskume BCH samomusnu mocienoBaTeabHBIM
BBemenueM: 4 Mia xomoctoro pacrsopa (0,1 M
HCl + 30 r/n Cl-), 10 M1 pacTBOpa SKCTpareHra
B TOJIyose, 6 Ma xosocroro pacrsopa (0,1 M HCI +
+ 30 r/n CI). 3aremM KOIIOHKY IIPUBOIUINA B JIBH:KE-
HHEe ¥ BpaIlaJid C IIOCTOSHHOM CKOPOCTBI0 ® =
= 600 mur"!, ynepxuBas HemoaBHAHYIO (dasy (3Kc-
TpareHT) B KOJIOHKE, B TO BpeMA KaK IOBHKHYIO
dasy (Bomubre pacrBopsl IIM wmiau peskcrpareHTbI)
MPOKAUYWBaTH 4Yepe3 KOJOHKY C TMOCTOSHHOH CKO-
poctbio motoka F = 0,65 mur/mun. Kamneie 10 mur
MIOABMIKHOM (hasbl OTOMPAIN B OTHEIbHBIE (DPAKIIHH
IVIS aHAIN3a Ha COJIepsKaHNe MEeTAaJIOB.

Onpedenernue MeTaioB B pacTBOpE /0 U IIOCTE
9KCTPAKI[AN/PEIKCTPAKIIUNA  OCYIIIECTBIISAIIN METO-
JIOM MACC-CIIEKTPOMETPUH C UH/yKTUBHO-CBSI3aHHOMH
nnasmoi (MC-HCII) ¢ ucronp3oBaHueM Macc-CIIeK-
tpomerpa Agilent 7900 (Agilent Technologies,
CIITA), cHabxeHHOTO ABYXXO0BOM CTEKISHHOHN pac-
IBUINTETHHON KaMepoU, CTEKISHHBIM pPacHbLINTe-
seMm MicroMist 1 kBap1ieBOi TOPEIKOMH.

O6cy:xaenue pe3yabTaTOB

B mensax ompermesneHus ONTHMAIbHBIX YCIOBUH
paspenenusa Pd (II), Pt (IV) u Rh (III) 8 BCK usyue-
Ho moBemenue IIM mpu sKCTpakmuyu U3 MHOTOKOM-
[MOHEHTHBIX MOJEJIbHBIX PACTBOPOB B CTATHYECKOM
pesxxknMe. B kauecTBe SKCTpAreHTOB BHIOpAHbI HAU-
0oJiee 4acTo UCIOIb3yeMble B sKcTpakiuu [IM pea-
reutsl: TpernuHblii amue (TOA), comp yerBepTHY-
Horo ammonuesoro ocuosanus (MTAA), docdopco-
nep:xamuit pearent (TB®), pearenT xmacca guriu-
roambamugos (TOHTA).

Ixemparxyus I[IM e cmamuueckom pexwcume.
HUccnenorana sxcrpakiusa [IM u3 nHAMBUIYaTbHBIX
¥ CMEIIAaHHbBIX COJSTHOKUCIBIX U XJIOPUIHBIX PACTBO-
POB B 3aBHCHMOCTH OT IPHPOALI U KOHIIEHTPALIUN
9KCTpareHTa W cocraBa BOmHOTO pacrsopa. lIpex-
BapUTENIbHO MOKA3aHO, YTO B TOILYyOJIE W XJI0POQOp-
Me 3HAYEHWs CTEIeHH H3BIeUYEeHUS METAJJIOB IIPHU
MIPOYMX PABHBIX YCIOBHUAX MOCTATOYHO Onuskwm. st
MOC/IEAYIOIHUX SKCIIEPUMEHTOB HCIIOJb30BAH TO-
JIyOJl — OfWH U3 HanboJee JOCTYIHbBIX U YACTO IPH-
MEHSIEeMbIX B YKCTPAKIIMU ILIATHHOBBIX METAJLIOB
PacTBOPHUTENb.

Ha puc. 1 npuBenens faHHBIE TI0 U3BIEUYEHHUIO
Pd (II), Pt (IV) u Rh (III) BeiGpaHubIME SKCTPAreH-
tamu u3 pactsopos 0,1 — 6 M HCl. Bpems kourakra
das cocraBiago 15 MuH, 9TO COOTBETCTBYET CPeIHe-
My Bpemenu KouTakra a3 B BCK mpu cropoctu
npokayuBauud pacrsopa 0,65 mi/MuH.

Kak moHO BUIETh, MPAKTUIECKHU KOJTHIECTBEH-
Hoe ussineuenue Pd (II) u Pt (IV) moxer ObITH mOC-
THUTHYTO BO BCEM H3yYEHHOM WHTEpBaje KHUCIOTHO-
ctu tipu skcrpakmur MTAA u TOA B Tomyosne. Uc-
nonb3oBanue TOJI'A nmosBonsaer ussiexars Pt (IV)
B IIMPOKOM WHTEpBaje KHCIOTHOCTH. B ciydae
TB® crenens ussneuenus Pt (IV) u Pd (II) pacrer c
yBenunuenueM koHieHTparuu HCl u mocturaer 95 u
60 % coorBerctBenHo mpu KoureHtparmu HCI
Boiie 3 mosn/in. Msemeuenne Rh (III) pearenramu
MTAA, TOA u TOJT'A ¢ pocToM KOHIIEHTpAIUH
HCl cymecrtBenso cHumKAeTCd, MPU HKCTPAKIHUN
TB® Rh (III) me usBierkaeTcs BO BCeM HHTepBaje
KUCJIOTHOCTH.

Wsyueno BauAHME KOHIIEHTPAIMHU YKCTPAreHTa
Ha cTereHb usBiedenus [IM u3 colTHOKHCIBIX pac-
TBOpOB. Ha puc. 2 npuBeneHs! faHHbIE 0 U3BJIEYe-
muto Pd (II), Pt IV) u Rh (III) 0,01 - 0,1 M pacrso-
pamu MTAA B Tosyose mpu KUCIOTHOCTUA PAcTBOPa
0,1 — 6 monn/x HCIL.

Bunso, yTo niaruHa sKCTparupyeTca KOJIuIecT-
BEHHO IIPH BCEX M3YYEHHBIX KOHIIEHTPAIUAX pea-
reHTa B IIMPOKOM HHTEPBaJie KMCIOTHOCTH PacCTBO-
pa. CymecrBenHoe BiIuAHWE KOHIIEHTPAITHUA pea-
TeHTa OKa3bIBAET Ha H3BJIEYEHHE POAUI W Iajlia-
IUs: B CIy4ae IOCIAeTHEero 9To Hambogee 3aMeTHO
B CHJIBHOKHCJIBIX PACTBOpPAX IIPH KOHIIEHTPALIUU
akcrparerra 0,01 Mosib/n. AHaJOrUYHBIE TAHHBIE
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Pt (IV) (), Rh (III) (8) pasaIuYHBIMH SKCTPAreHTAMH
(0,05 MOJIB/TT) OT KHCIIOTHOCTH PacTBOpa
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nosryuyenb! st pearentoB TOA u TOAT'A. Takum
obpasoM, I SKCTPAKIIUKA BbIOpAHA KOHI[EHTPAIHS
pearenTa 0,05 MoIB/I.

Brnusauve us30bITKA XJIOPHUA-MOHOB HA SKCTPAK-
nuio [IM wmsyueno Ha mnpumepe pacrtsopa (0,1 M
HCl + 30 r/n Cl-) mpu CcOBMECTHOM IIPHUCYTCTBUU
Pd (II), Pt (IV) u Rh (III) u nconszosaruu 0,05 M
pacteopoB MTAA, TOA u TOII'A B KauecTBe 3KCT-
pareHnToB (cM. TAbIUILY).

Ha6aiogaemoe peskoe CHHIKEHHE CTEIIEHH W3-
ineuenus Pt (IV) u Pd (II) pearenrom knacca mu-
[VIMKOJIbaMUIOB CBHIETEIbCTBYeT 00 aHHOHOOOMEH-
HOM MeEXaHW3Me W3BJIEYEHUS MeTAJIOB JIAHHBIM
9KCTPATEeHTOM M BBICOKOM KOHKYPHPYIOIIEM BIIHS-
HUM XJI0puA-uoHOB. 1Ipm sKcTpakiuu pacrBopamu
MTAA u TOA B npucyrcrsuu Cl--nomoB Haboma-
ercsa mopmasienne skcrpaknuu Rh (III), mpu stom
Pt (IV) u Pd (II) sxcrparupyioresa IpaKTHIECKH KO-
auyecTBeHHO. TakuM 06pasoMm, 711 SKCTPAKIHOHHO-
ro usBnedenus Pt (IV) u Pd (II) us xmopuanoro pac-
tBopa (0,1 M HCI + 30 r/n NaCl) maubomnee mep-
cektuBHO wucmoiab3oBanue 0,05 M  pacrBopos
MTAA u TOA B tomyome. Ilpu koamuecTBEeHHOM
srcrpakiuu Pt (IV) u Pd (II) B pacTBop sKcrpareH-
ta Rh (III) B 1aHHBIX yCIOBHUIX OCTAETCS B HCXO[I-
HOM BOZHOM pactBope. Taxum o6pasoM MOKeT ObIThH
nmocrurayTto ornesnenne Rh (III) or Pt (IV) u Pd (II).

Pesxcmparyus IIM 8 cmamuweckom pexcume.
Ilonnora pesrcrpaknuu miatunsl (IV) u namnangus
(II) u3 opraunmdeckoii asbl H3ydeHA C HCIIOIH30BaA-
HHUEM pPasIWYHbIX BOIHBIX PACTBOPOB. B KauecTse
PESKCTPATreHTOB KCIIOJIb30BAIN COTHOKHUCIBIE pac-
TBOPBI THOMOYEBHUHBI, AMMUAYHBIN OydepHbIi pac-
tB0p (pH 10), pacTBOpPBI a30THOM KHUCIOTHI U THIPO-
KCHI0B aMMOHUs U HaTpusa. CoriacHo moaydyeHHbIM
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Koumnenrparua MTAA, monb/n

Puc. 2. 3asucumocts crenenu ussinedenus Pd (II), Pt (IV) u Rh (IT) or kornenrpauuun MTAA B Toyomne
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nauubiM 1151 peskcrpakinuu Pt (IV) u Pd (I1) maubo-
see 3(p(PeKTUBHO MCIOIb30BAHNE PACTBOPOB THOMO-
yeBunbl. [Ipu saTom crenens uspiaedenus [IM cyre-
CTBEHHO 3aBHCHT OT KOHIIEHTPAIIUNA THOMOUYEBHUHBI:
nasutaguii (I1) peskcrparupyercs mpu 60jiee HU3KHAX
rourerrpanuax (0,01 M Thio 8 0,1 M HCID) u mo-
sKeT ObIThb ormesneH oT miaatuubl (IV), gaa nssieue-
HHSI KOTOpPOHM Tpelbyrorcs 6Gojiee KOHIIEHTPHUPOBAH-
Hble pacTBopbl THoMoueBwHbI (1 M Thio B 0,56 M
HCI). IIpu BBICOKHX KOHIIEHTPAIIHAX METAJIOB HMX
KOJIMYECTBEHHAS PEIKCTPAKIIHMA JOCTUTAeTCd B He-
CKOJIBKO CTYIIEHEH, 4YTO JIETKO peanu3yeMo IIpu
ucnionb3oBanuu BCH. Kpome Ttoro, mpumenenue
BCK mosBomsger mpOBOAUTEH IIPOIECC IIOCIIEIO0-
BaTeJIbHOU UM HeIpPepBhIBHOM pesKCTpaKIIuU MeTas-
JIOB, YTO 3HAYHUTEIBHO IOBBIIMIAET 3PEKTHBHOCTD
UX pasjiejieHus.

Ixcmparyus u pesxemparxyus IIM 6 dunamu-
yeckom pexcume. JlaHHble, MOJyYEeHHBIE B CTATH-
YEeCKOM peKuMe, ITO3BOJUIH OIPEIeIUTh YCIOBHUS
IUIS SKCTPAKIIMOHHOTO paszesnenus Kommiekcos [TM
B XJIOPUIHBIX PACTBOpPAX 3aJaHHOTO COCTABA C IIPH-
venenrem BCK. Ha cragwu skcrpakmumu [IM wus
xmopugaoro pacrsopa B 0,05 M MTAA wumau 0,05 M
TOA B Tomyone mpoucxomur ormenenume Rh (III),
KOTOPBIN He SKCTPArupyeTcs U IIOJTHOCTHIO OCTAETCS
B BogHoU (hase. Pt (IV) u Pd (II) konuuecTBeHHO 11e-
pexogaT B opraHmdeckyio ¢asy (pactsop MTAA
wira TOA), 13 KOTOPOH MOTYT OBITH ITOCIEN0BATEb-
HO PEe’KCTPardpoBaHbl PACTBOPAME THOMOYEBUHBI
PAa3IMYHON KOHIIEHTPAIIHH.

Hcmonb3oBanue B KauecTse skcrparenta 0,05 M
pacrBopa MTAA B Toxyone B ycnosusx BCK ¢ mo-
crenyromei peskcrpakmuei [IM BogHBIME pacTBO-
paM¥u THOMOYEBHHBI M03BoamI0 pasgenutsb Pd (ID),
Pt (IV) u Rh (III). Crenenp u3BIeYEHUA METAJIOB
U3 XJOPUAHOTO pacTBopa cocrapuia: aisi Rh (IT1) —
99,6 %, Pd (II) — 99,9 %, Pt IV) — 97,0 %. Iloxy-
gennble BopHble (pakiuu Pt (IV) u Rh (III) me co-
nep:xanu npumecu apyrux [IM. B Boguoit dpakiun
Pd (II) nmpumecsy Pt (IV) mo orHoIeHuo K obiemy
COZIEP:KAHMI0 000UX METAJIJIOB BO (DPAKIIUH COCTABH-
1a menee 0,5 %.

B ciyuae mpuMeneHus B KadecTBe SKCTpareHTa
0,05 M pacreopa TOA B ToiIyoile CTelleHb H3BJIE-
YeHHs METaJJIOB IO OTHOIIEHWIO K WX HCXOIHOMY
ronmuecTBy cocraBmiaa: miua Rh (III) — 99,0 %,
Pd (II) — 90,7 %, Pt (IV) — 80,0 %. Ilo cpaBHEHHIO
C DKCTpPaKI[Mei YeTBePTHYHBIMU aMMOHHUEBBIMU OC-
HOBaHUAMHU Ipu ucnoab3oBanuu TOA B peskcTpak-
Tax UHAUBUAYAIbHO BbIIEIEHHBIX METAJJIOB YBEJIH-
yuBaercsd comep:xanue apyrux [IM: mo 8,8 % Pt gna
dparkuwu Pd u 10 5,6 % Pd nna ppakuuu Pt. B me-
JIOM IIOJIyYeHHbIE DKCIIePUMEHTAIbHbIE JaHHbIe IJIT
peareaToB TOA u MTAA 61u3ku, ogHAKO IIpH SKC-
TPAKIUM TPETHYHLIME AMHHAMM Hapsagy C HOH-
HBIMH ACCOIMATaM{ BO3MOKHO 00paszoBaHMe KOOp-
IWHAIIMOHHO-COIbBATHPOBAHHBIX KOMILJIEKCOB, UTO

4500
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Puc. 3. Paszgenenne Rh (III), Pd (II) u Pt (IV) 8 BCK mpu
WCIIOIb30BAHUM B KA4YECTBE HENMOABIKHOH (hassr 0,05 M
pacrsopa MTAA B Toiyosie ¥ MOABHKHBIX (DA3 Pa3ITUIHOTO
cocraBa: 40 mn — 0,1 M HCIl + 30 r/n Cl-, [Pd],, = 1773
mir/mi, [Ptl,, = 372 mrr/ma, [Rh],, = 36,8 Mrr/M1 =
20 mx1 — 0,1 M HCI + 30 r/x Cl- (xomocroit) (1); 40 max —
0,01 M Thio 8 0,1 M HCI (2); 50 mx — 1M Thio B 0,5 M
HCI (3)

A
OLF

3aTpyAHSAET PEIKCTPAKIUI0 ILJIATHHOBBIX MeTajl-
qoB [14].

Ha ocHoBamuuM MOMy4YEeHHBIX SKCIEPUMEHTAIH-
HBIX JAHHBIX IPEJJI0KEHA CXeMa MHOTOCTYIIEHIATO-
T'0 DKCTPAKIIMOHHOTO pasgenenusd [IM B XmOpuUIHBIX
pacTBopax C HCIOJIb30BAHHEM B KadecTBe HEeIo[I-
BukHOM (paser B BCK 0,05 M pacrsopa MTAA B To-
ayone: 1-a cragua — ussBinedenue uoHoB Pd (II) u
Pt (IV) u3 xI0opuaHOrO pacTBOpa B OPraHUYECKYIO
daszy mpum ommoBpemenHom otmenenuu Rh (IID),
OCTaIOIEeroca B BOMHOM (pase; 2-4 cTagua — PEIKC-
rpakiud Pd (II) us opranunueckoit paser 0,01 M pac-
tBopoM Thio B 0,1 M HCI; 3-a cragus — peskcrpak-
mua Pt (IV) 1 M pacrsopom Thio 8 0,5 M HCI.

Hannaa cxema omnpoboBaHa Ha IIPUMeEpPE TEXHO-
JIOTUYECKOTO XJIOPUAHOTO PACTBOpPa C BBICOKHUM CO-

3uavenue crenenu ussnedenus Pd (II), Pt (IV) u Rh (IT]) us
COJITHOKHCJIBIX U XJIOPUAHBIX PACTBOPOB PA3IHYHBIMU DKCT-
parearamu (0,05 Mmomb/m1)

0,1 M HCI 0,1 M HCI + 30 r/n Cl-
Merann
TOAT'A TOA MTAA TOAT'A TOA MTAA
Pd 84,8 99,9 99,9 13,7 99,6 99,9
Pt 99,6 99,7 99,9 36,5 99,8 99,9
Rh 51,0 80,0 84,3 0 0 0
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Iep:KaHueM maaausa. PesyabpTaThl IpecTaBiIeHbl
Ha puc. 3.

CreneHb M3BIEYEHUS METAJLJIOB II0 OTHOIIEHHIO
K X UCXOTHOMY KOJIMYECTBY IIOCJIE SKCTPAKITUU Pac-
TBopoM MTAA u mocienoBaTeabHOM PESKCTPAKITUN
pacTBOopaMy THOMOYEBHHBI COCTABMJIA: [JII PO-
oust (IT1) — 99,5 %, nannagus (I1) — 99,9 %, nnaru-
bl (IV) — 97,4 %. Brigenennbie BogHble (hpaKiun
pOAuA U IJIATHHBI IIOCJIE BBIXOAA M3 KOJIOHKH HE CO-
JepsKaan IIPUMECH IPYTHX ILIATHHOBBIX METAJLIOB.
B BogHo#i (pariuu namragusg IpUMECh ILIATHHBI
cocrasuina 0,5 %.

3akaroueHue

Tarkum 06pasoM, MPeIIoKEeHHBIA CI0C00 MHOTO-
CTymeH4YaTo KuAKocTHOH sKcrpakiuu B BCK mo-
3BOJIAET U3BJIEKaTh U pasmenits [IM u3 MmomeabHbIX
U TEXHOJOTHUYECKUX XJIOPHUIHBIX PACTBOPOB, YTO MO-
JKeT IIPEeICTABJIATh WHTEpPeC He TOJbKO JJIsS aHaJIu-
THYECKOTO IPUMEHEHUs, HO U IS BhIJEIeHUs Iieje-
BBIX KOMIIOHeHTOB Ipu adpdunazke [1M.
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INIPUMEHEHHWE IIBE3SOCEHCOPOB /JIJIf1 OIIPEJAEJIEHUSA
KAPBOHOBBIX KUCJIOT B ITPOMEKRYTOUYHBIX ITPOAYRTAX
INPOU3BOJACTBA IINIIIEBOT'O 3TAHOJIA
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Ha noBepXHOCTAX THE303IEKTPUUIECKIX CEHCOPOB C MCIIOIb30BAHUEM APOMATUYECKUX COEIUHE-
HUU CHHTE3WPOBAHBI MTOJIMMEPhI CPABHEHUA M IIOJMMEPHI C MOJIEKYJSIPHBIMU OTIIEYATKAMHI
(IIMO) nponwmonosoit (IIMO-Propionic) u macnauoit (IIMO-Butyric) kucnor merogom HEKOBa-
senTHOro mMnpuuTuura. s ouenkn crocobuocTr ITMO KapOOHOBBIX KHCIOT PACIIO3HABATH
1eJIeBbIe MOJIEKYJIBI PACCINTAHBI 3HAYEHHUSI UMIPUHTHHI-(DAKTOPA M KOI(D(HUIHEHTOB CEeleK-
TUBHOCTU. ¥ CTAHOBJIEHO, YTO CEHCOPBI, MOAU(PUIIMPOBAHHBIE TTOJUMEPAMU C MOJIEKYIAPHBIMHI
OTIIEYaTKAMH, 00JIaIAI0T BHICOKOM CEJIEKTUBHOCTBIO K TOM KHCIOTE, KOTOpas ABJSIACH TeMILIa-
TOM Tpu ux cuHTese. [Ipemen o6HAPYKEHIS IPOITMOHOBOM U MACISIHOM KHCIOT B PACTBOPAX CO-
crasua 7,40 - 106 u 8,81 - 10-6 r/mm3 coorBercTBeHHO. IIpaBUIBHOCTD ONpemeIeHus KapOOHO-
BBIX KHCJIOT B MOJENBHBIX PACTBOPAX C TIOMOII[LI0 MOAM(PUITUPOBAHHBIX ITHE30CEHCOPOB IIPOBe-
peHa MeTOfIOM «BBEJIEHO — HaiieHo». OTHOCHTEbHOE CTAHAAPTHOE OTKIIOHEHHE COCTABUIIO Me-
aee 10 %. MopudurupoBaHHbIe MHE30IIEKTPUIECKHE CEHCOPBI ATPOOMPOBAHBI TIPH AHAIN3E
MIPOMEKYTOYHBIX TIPOLYKTOB MTOIYYEHUs THUIIEBOr0 STaHoma (OpaKHoi JUCTWLIAT, JII0Par, Ky-
GOBbBIE JKUAKOCTH KOJIOHH). IIpOBEpKY NMPaBWIBHOCTH OIPeIe/IeHns KApOOHOBBIX KUCIOT B JKHUI-
KOCTSIX IIPOBOJAIIN C UCIIOJIb30BAHMEM XPOMATO-MACC-CIEKTPOMETPHYECKOro Komiuiexca Agilent
Technological 7890B GC Systems. PazHocTs pesybTaToB OIMpeeeHus KUCIOT The309IeKTPH-
YeCKUM CEHCOPOM U METOIOM XPOMAaTO-MacC-CIEKTPOMETpPHU He IpeBbliiaer 6 %. Bmaromaps
CBOHMM XapaKTEPUCTUKAM MOAUDHUIIMPOBAHHBIE ITHE30CEHCOPHI I03BOJIAT PACIIUPUTH BO3ZMOKHO-
CTH HKCIIPECCHOrO OIpeesIeHus KAPOOHOBBIX KHUC/IOT B IIPOMESKYTOUHBIX MPOAYKTAX TOJIyIeHHUs
STHJIOBOTO CIIMPTA.

KiroueBsle coBa: moauMephbl ¢ MOIEKYIAPHBIME OTIEYATKAMH; IIPOIIMOHOBAS KUCIOTA; Mac-
saHas Kucnora;, moauumun [IM; mre30a/1eKTpraecKuil CeHCOP; STAHOI.

THE USE OF PIEZOSENSORS FOR DETERMINATION
OF CARBOXYLIC ACIDS IN THE INTERMEDIATE PRODUCTS
OF EDIBLE ETHANOL PRODUCTION

© Cao Nhat Linh!*, Olga V. Duvanoval, Svetlana Yu. Nikitina2, Alexander N. Zyablov!

L Voronezh State University, Voronezh, Russia; * e-mail: cnlinh0821@gmail.com
2 Voronezh State University of Engineering Technologies, Voronezh, Russia.
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The reference polymers and polymers with molecular imprints of carboxylic acids (MIPs-CA) — propionic
(MIP-Propionic) and butyric (MIP-Butyric) acids — were synthesized on the surface of piezoelectric sen-
sors using aromatic compounds by the non-covalent imprinting method. Molecularly imprinted polymer
(MIP) is a polymer produced through molecular imprinting, which leaves cavities in the polymer matrix
with affinity to a chosen “template” target molecule. The values of the imprinting factor and selectivity co-
efficients were calculated to assess the ability of MIPs-CA to recognize the target molecules. It is shown
that the sensors modified by the molecularly imprinted polymers exhibit high selectivity for the acid that
was a template during their synthesis. The detection limits for propionic and buty ric acids are 7.40 x 10-6
and 8.81 x 106 g/dm3, respectively. Correctness of the carboxylic acid determination in model solutions
was verified in the spike/recovery tests. The relative standard deviation is less than 10%. The modified pi-
ezoelectric sensors were tested in analysis of the intermediate products of edible ethanol production (dis-
tillate of fermentation mixture, epyurat, bottom liquids of columns). The correctness of the determination
of carboxylic acids in liquids was evaluated using an Agilent Technological 7890B GC Systems. The differ-
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ence in the results of acid determination between both methods (piezoelectric sensor and chromatogra-
phy-mass spectrometry) does not exceed 6%. The modified piezosensors expand the potential of rapid de-
termination of carboxylic acids in the intermediate products of ethyl alcohol production.

Keywords: molecularly imprinted polymers; propionic acid; butyric acid; polyimide Kapton; piezoelectric

sensor; ethanol.

BBenenmne

YiecToueHne TpeOOBaHWE K OPTaHOJIENTH-
YECKUM ¥ (PU3UKO-XUMHUYECKUM MOKA3aTeIIM Kperl-
KOM aQJIKOTOJBHOM IIPOAYKIIMU, HEIO0CTATOYHOCTh
9KCIIEPUMEHTAIHHOM UH(POPMAIINH O ee IPUMECHOM
cocraBe 00yCIOBIHMBAIOT HEOOXOTHUMOCTH paspaboT-
KU HOBBIX 9)()eKTHBHBIX METO/IOB aHAIN3A KaK PEK-
THQPUKOBAHHOTO 9TAHO0JIA, TAK U II000YHBIX U IIPO-
MEKYTOYHBIX (DPAKIHMI CIIMPTOBOTO IIPOM3BOJICTBA.
B macrosmee BpeMs [ OLEHKH XHUMHYECKOTO CO-
CTaBa TEXHOJIOTHYECKUX STAHOJICOAEPIKAIINX CPef
B 3aBOJCKHUX JA00PATOPHUAX WCIIONB3YIOT METOIbI,
OCHOBAHHBIE HA XPOMATOTPAQUIECKOM pasaeeHun
MUEKpOIIpuMeced. AHATN3 3TAHOIA, BOAOK, JAUCTUII-
JIATOB M STAHOJICOMEPIKAIUX OTXOM0B CIIMPTOBOTO U
JIMKEPOBOIOYHOTO MPOU3BOJICTBA MPOBOAAT B COOT-
BETCTBHH CO CTAHAAPTH30BAHHBIMH METOIUKAMU
(I'OCT 32039-2013, I'OCT 30536-2013, I'OCT
31684-2012, TOCT P 52363-2005, TOCT P 52473-
2005, T'OCTP 51698 —2000), I103BOIAIOIIHNMU
onpenenutb 10 30 KOHreHepOB — BellecTB, ob6pa-
BYIOIIUXCA HA PA3IUYIHBIX CTAMUAX IIOIYIEHUd 9Ta-
HOMa (aIbAEruabl, MPOCThIE M CJIOMKHBIE B(HUPHI,
CIIUPTHI, KAPOOHOBBIE KUCIOTHI ¥ KEeTOHEI) [1 — 5].

Hcnonn3oBanme Meroma ra3oBOH XpoMmarorpa-
¢uu (I'X) cBs13aHO ¢ MpHOOpPETEeHreM JOPOTOCTOSIIE-
ro 060pYyIOBAHM, CTAHIAPTHLIX PACTBOPOB U Tpely-
€T BBICOKOI KBaJIU(DUKAIIUH 00CIY:KHUBAOIIETO IIep-
counama. Kpome Toro, HEKOTOpBIE IPUMECH, OTPHUIIA-
TEJIbHO BIUAIOIINE HA OPTraHOJIENTHYEeCKHe TOKA3a-
TEJIW TOTOBOU MPOAYKIIMHU U BPEIHBIE VI 3[0POBbS
YeJI0BeKa, HeBO3MOKHO OIPEIEeTUTh ITHM METOI0OM
(HampuMep, comep:KaHue OPraHUYEeCKHUX KHUCIOT B
HEKOTOPBIX TEXHOJOTUIECKUX IKHUTKOCTAX HUIKE IyB-
CTBUTEJIBHOCTH Ta30BOro xpomarorpada). 9To orpa-
HUYUBAET NMpuMeHenve meTona ['X [yid MOHUTOPUH-
ra TeXHOJIOTHYECKUX HAPYIIeHUH.

Jleryune KapOOHOBBIE KHCIOTBI, COILYTCTBY-
IOI[e STUJI0BOMY CIHMPTY (MypaBbHHAA, YKCYCHAsd,
MacisgHaf, W30MacigHad, MPOMHOHOBAsd, Bajiepua-
HOBas, U30BAJIEPUAHOBASA U [P.), ABIAIOTCH MPOIYK-
TaMH KU3HEEATeNTbHOCTH IPOM:KEH M MHQHUIHPY-
oIUX OpaMKy MHKPOOPTaHM3MOB. M3 maHHOTO
KjIacca COeMHEHHUH TOJHKO YKCYyCHAfA W yTOJIbHAS
KHUCIIOTHI B HEOOJIBIITUX KOJIUIECTBAX COOOIIAIOT PEK-
TU(UKOBAHHOMY CIOHUPTY NMPUATHBIH mpuskyc. I py-
rWe KHCJIOTBI, KAK IPABUJIO, YXYIIIAIOT OPTaHO-
JIETITHYECKHE CBOMCTBA STAHOJA: MypPaBbUHAS KHC-
JIoTa TIPUIAET €My PEe3KOCTh, MPOMMOHOBAT — TO-
peun, MaciasHaA, U30MAaC/IIHAST U BaJepHaHOBAsI —
3arax IoTa, JKIy4ecTh BO BKyCe, [JINTeIbHOe HeIIPH-

ATHOe «IocieBKycue» [2]. Ha comep:kaHue KHCIOT
B IPOAYKTaX WM IOJIYIPOAYKTAX CIHPTOBOTO IIPOM3-
BOJICTBA CYIIIECTBEHHOE BIUSHUE OKA3BIBAIOT TEXHO-
JIOTHYECKHE PEKUMBI BOJHO-TEILIOBOM 00paboTKM
CBIPHS, OPOKEHU, TPOKKETeHEePAIIH, OpPArOPEeKTH-
¢uranum, acentupoBanue obopynoBauud. Ilpu Ha-
PYIIEHUSX TEXHOJOTUU COAEPIKAHWE OPTaHUIECKUX
KHCJIOT B TOTOBOH MPOAYKIMK Bospacraer. IIpomwo-
HOBasg M MACJISHAS KHUCIOTHI SBJISIOTCI OXHUMH W3
CaMbIX HEKEIaTeIbHBIX IIPUMEeCeH MUIIEeBOT0 STAHO-
jla, TIOCKOJIBKY JaKe He3HAUYUTEIbHOE KOJIHUIECTBO
9THUX BEIECTB B TOTOBOM IPOJYKTE PE3KO CHUIKAET
JETYCTAIMOHHYI0 OIEHKY AaTKOTOJbHBIX HAIUTKOB
Ha ero OCHOBe. B ¢Bsi3u ¢ 3THM BO3HHKaET HEOOXOIH-
MOCTh B Pa3paboTKe IMPOCTHIX, HAMEKHBIX U [elle-
BBIX DKCIIPECC-METOIOB KOHTPOJIS COMEPIKAHUS JaH-
HBIX TIpUMeceil B TEXHOJOTHYECKHX CpelaxX Ha pas-
JIMYHBIX TAMaxX MPOU3BOACTBA dTAHOJIA.

OmHuM #3 caMbIX COBPEMEHHBIX CII0CO00B IIO-
aydeHus WHQOPMAIUKM O KAYECTBE AaHAIU3UPY-
eMbIX O0BEKTOB fBJISETCA WCIIONH30BAHKME ITHE30-
9IIEKTPUIECKUX CEeHCOpOB. IIne3oceHcOpbl HMMEOT
HebOoJIbIIIHe pasMephl ¥ HU3KYIO CTOMMOCTD, 00Ja1a-
0T BBICOKOH YyBCTBUTEIBHOCTHIO M CIIOCOOHBI Pado-
TaTh B JKUAKOCTAX KAK B CTATHYECKOM, TaK U B IMHA-
MHUYECKOM peskuMax. [l TOBBINIEHUS CeIeKTHB-
HOCTH TbE€30CEHCOPOB ITOBEPXHOCTH HX 3JIEKTPOIOB
MOAU(DUIHMPYIOT PA3TUIHbIMU copbeHTamu [6, 7].
Ina osToi 1enM BechbMa IEPCHEKTHBHO IPHUMEHe-
HUE IIOJUMEPOB C MOJEKYIIPHBIMU OTIIEYATKAMU
(ITMO). IloreHnranbHO BHICOKAS H30MPATEIHLHOCTH
IIMO 1o oTHOIIIEHHIO K OPraHUYeCKUM COETUHEHM-
M, HAPS/Ay ¢ IPYTUMH TIOJIE3HBIMHU CBOHCTBAMH (BbI-
COKas YCTOHYMBOCTD K (PH3UUECKUM M XUMHUIECKUM
BO3JIEMCTBHUAM, IIPOCTOTA IIOJyUYEeHUs, BhICOKAd ad-
(pUHHOCTE), OTKPBIBAET NIUPOKHE BO3MOKHOCTHU
MPUMEHEHUS STUX MATEPUAIIOB /I aHAIN3a MHOTO-
KOMIIOHEHTHBIX CHCTEM B CIOHPTOBOH IIPOMBIIIIEH-
HoctH [8 — 10].

Ilenr pabGorel — paspaborka u ampobdarus
MIHE303JIEKTPUIECKUX CEHCOPOB HA OCHOBE ITOJIH-
MEPOB C MOJIEKYIAPHBIMHU OTIIEYATKAMH JIJIA OTIpe/ie-
JleHus mpornoHoBoi (Propionic) u macisanoi (Buty-
ric) KMCIOT B MPOMEKYTOYHBIX MPOAYKTAX ITOIyde-
HUS 9TUIOBOTO CIIUPTA.

JKCIIEPUMEHTAIBLHAA 9aCTh

Omnpenenenne KapOOHOBBIX KHUCIOT B IIPOU3BOJI-
CTBEHHBIX HKHUIKOCTAX IIPOBOJUINA C HUCIIOJIb30BaAHHU-
€M YCTAHOBKH, IPEJCTABIEHHON Ha puC. 1, cOCTOs-
edl U3 MOAKIIOYEHHOT0 K KOMIBIOTEPY YaCTOTOME-
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pa AKTAKOM-ACH-8322, mopraTuBHOTO reHeparo-
pa ¥ Ibe303JIeKTPUIECKOTO CEHCOopPa.

B kagecTBe ceHCOPOB HCIOIB30BAIH IHE30KBAP-
nesble pesomaTopel AT-cpesa (yrom cpesa —
35’25”) ¢ smexTpomamMu m3 cepebpa, JuamMerp KOTO-
PBIX cocTaBader 5 MM, a Tonmuaa — 0,3 MM ¢ HOMH-
HaJbHOHU pe3oHaHCHOU dacToTou 4,607 MI't mpous-
BogcrBa OAQO «IInesoxBapir» (MockBsa).

[ToBepxXHOCTH BIEKTPOJOB MOMU(PUITHTPOBAIH
MMOJTUMEPHBIMH TIOKPBITUAMH C MOJIEKYIAPHBIMU
ormevyarkamMu. J[18 WX MONMy4eHUs HCIOIb30BaIN
AIl-9103 TV 6-19-283-85 (OAO MHMUIIII HIIO
«[Inactur», MocKkBa), KOTOPBIH HpeNCTABIIET CO-
6ot mommamupoxuciaory (ITAK), pacreopemuyio B
N,N-gumerundopmavune. Umunusarus [TAK opu-
BOAUT K oOpasoBauuio moaunmuaa [IM [11, 12].

IlomuMepsl ¢ MOJEKYJAPHBIMH OTIIEYATKAMU
KapOOHOBBIX KHCJIOT IOJYYaIH CIeAyoIuM obpa-
30M. B monmmMepusanroHHYI0 CMeCh, COMEPIKAIILYI0
nonuamunokucaory B N, N-gumerundopmamrze,
BHOCWJIM PACTBOP KAapOOHOBBIX KHUCIOT B STAHOJIE.
Ilonyuennyro cMech HAHOCHUIM MHUKPOIIIIATEIEM HA
TIOBEPXHOCTH HIEKTPOMA IHEe30CEHCOoPa U ITOMEIAIN
B CYIIHJIBHBIH ITKAQ, T/le TPOBOIUIN [BYXCTYIIEH-
YaTyi0 TEePMOMMHAW3AIHNIO: B TeUYeHWe dYaca IIpHu
temmeparype 80 °C (ynanenne u3 moJIuMEpPU3AIHOH-
HOI CMECH OCHOBHOUM MacChl paCTBOPHUTENA), 3aTEM B
teuerue 30 mun npu temueparype 180 °C (obpaso-
BaHWe UMUIHBIX CBSI3€H U ymajeHne OCTATKOB BOJbI
u pacreoputensa). llociae BsaBepieHus mpoiecca
obpasel] OXJIAKTATH A0 KOMHATHOH TEMITEPATYPHI.
Ina ynaneHus MOJEKYJIbI-TEMILIATA CEHCOP IIOMe-
I[AJTH B BOJHO-CITUPTOBOM pacTBop Ha cyTku. [lomu-
Mep CpaBHEHWd IMOJIydJalud B OTCYTCTBHE MOJEKY-
JIBI-TEMILJIaTa 10 aHAJOTHYHOM MeToauke [13 — 17].

B pabore ucrionbp3oBanu cieaymolne CeHCOPbI:
MoaudunrpoBanubii moaumepom cpasuenus (I1C);
MOIUUIIMPOBAHHBIN TOTUMEPAMHU C MOJIEKYIIPHbI-
Mu otmedatkamu nponunoHoBoi (IIMO-Propionic) u
macnguoi (IIMO-Butyric) kucimor. Anpob6ariuio mo-
JIy4eHHBIX CEHCOPOB MPOBOAMWIN IPU aHAINU3E IIPO-
MEJKYTOYHBIX IPOAYKTOB MTOJIYUYEHHS STAHOIA!

OpaKHOIro JUCTUILIATA KPEeIrocTbio 65 % 006. (1e-
JIEBOH TPOAYKT OPAIKHON KOJOHHBI, ITOIydaeMbIil
pu mmepepaboTKe OPAIKKHU U3 3ePHOBOTO CHIPhA);

amopara KpemnocTsio 25 % 06. (11e1eBoi IPOIyKT
SIOPAIIMOHHOM KOJOHHBI, [TOIy4aeMblil IIyTeM pPeK-
TH(UKAITIN OPAKHOTO JUCTHILIATA);

KyOOBBIX JKUKOCTEH PEKTU(DUKAIIMOHHOHN U pas-
TOHHOHM KOJIOHH (9TH JKHUIKOCTH, COIEpIKalllue cie-
IIOBBIE€ KOJIMYECTBA 3THJIOBOTO CIIUPTA, UCIIOIB3YIOT
IUIS TEXHOJIOTHYECKUX I1eslell).

Il mocTpoeHust rPagyupPOBOYHOM 3aBUCUMOCTH
W3 CTAHIAPTHBIX PACTBOPOB KBATU(UKAIMH YAa
nporuonoBoi (1 r/mv?®) u macmauoi (1 r/om?®) KuemoT
[ocIeI0BaTeIbHBIM pa3baBIeHneM TOTOBUIU ITa-
HOJIbHBIE PACTBOPHI B [AHANA30HE KOHIIEHTPAIUH

YacToToMep

AN Meesoccexcop
—_—

Puc. 1. YcranoBka 1151 orpeesieHus BeIecTB B pacTBOpax
NIHE309JIEKTPUIECKUM CEHCOPOM

7,4 -10%6-0,74 r/gm® (a1 IPONMOHOBOM KHCIOTHI)
u 8,81 - 1076 - 0,88 r/nm® (g MaciagHOM).

Memodurxa aranusa. B ycranoske ceHcop 3a-
KPeIisjii B TOPU30HTAIhHOM monoxkenuu. C 1io-
MOIIbI0 YAaCTOTOMEPA PETUCTPUPOBATH IIOKA3AHUA
0e3 Harpysku (Ha BO3Iyxe). 3aTeM HAHOCHJIHM XOJIO-
cTyi0 mpoly (9TaHOI) HA 3JIEKTPO] MHUKPOIIIIPUIIEM
obvemoMm 1 MKII, perucTpupoBanu curuain (f;) B Teue-
uue 10 ¢ ¢ uaTepBasioM 1 ¢. ATAHOI YIAIIIHA C II0-
BEPXHOCTH 9JIEKTPOja (PUIBTPOBAIILHON OyMaroi.
3arem uepes 5-—10c (xorma udacrora KoiebaHU
ceHcopa BepHeTCd K MCXOJAHOMY 3HAUeHWI0 «0e3 Ha-
rpy3KH») HAHOCHIIM TAKOH e 00beM aHaIu3upy-
€MOr0 pacTBOpa W 3aIluChIBAIU CUTHAI (f;). SHaue-
HHE OTHOCHTEIILHOIO CABHIa 4acToThl (Af) BIYUCIA-
o 110 popMmyIe:

Af = fi-fo

rme f; — dYacTora Komeb6aHUU ceHcopa B XOJIOCTOH
pobe, kI'm; f;, — "yacTora KonebaHuii ceHcopa B aHa-
JTU3UpyeMoM pacTBope, KI'11 [6].

Bce usmepenuss mpoBoguiad, Mepexoas OT pas-
0aBIEHHBIX PACTBOPOB K 0Oojiee KOHIIEHTPHUPOBAH-
uHeiM. [locae oKoHUAHMS HM3MEpPEHHIH IThe30CEeHCOP
pereHepupoBaInl JUCTUIIMPOBAHHON BOJOM, a 3a-
TeM BBICYIIIUBAIH B CYIIMIBHOM IIKA(y IIPU TEMITEe-
parype 50 °C B Teuenue 1 4.

Jna ycraHOBIeHHUA BO3MOKHOCTH ITHE30CEHCO-
POB, MOAM(DHUITMPOBAHHBIX IOJUMEPAMHU C MOJIEKY-
JAPHBIME OTIEYATKAMHM KapOOHOBBIX KHCJIOT, pac-
MTO3HABATH MOJIEKYJIy-TeMILTAT PACCYUTHIBAIN HM-
IPUHTHUHT-(PAKTOP 10 hopMmyie:

IF = Afrvo/Africs

rae Afimo — CHUTHAI TIbe30CeHCopa € MOKPBITHEM C
MOJIEKYIAPHBIMU OTIedatkamu, Kl'm; Afjc — cur-
HAJI IBE30CEHCOPa C II0JIUMepPOM cpaBHeHusd, K .



14 «3aBoackas Jaboparopus. [[naraocTuka marepuaaos». 2019. Tom 85. Ne 4

14
1,2+
1,0
0,8
0,6
04 r ] 41

Af, k'

0,2F L] - =2
0,0

1 3 JgC 5 7

Puc. 2. 3aBucumocTh pasHOCTHON YACTOTHI MTHE302JIEKTPH-
YECKOT0 CeHcopa OT JjorapudmMa KOHIIEHTPAIUH IIPOIIMOHO-
BOM KHCJIOTHI B ctupToBoM pacrsope: I — [IMO; 2 — IIC

Koaddurment cemexruBHOCTH k TIONHMMEpA C
MOJIEKYJIAPHBIMU OTIIEYaTKaMH KapOOHOBOM KHCIIO-
TBI TI0 OTHOIIIEHHUIO K POJCTBEHHBIM KHCJIOTAM pac-
CYUTBIBAJIIU 110 YPABHEHUIO:

k = Sl/Sz,

rae S; — xoaddunment uyscreurensroctr [IMO K
TIOCTOPOHHEH KapOOHOBOH KHCTIOTE; Sy — K03 DU-
nuenT uyBcrBurenbHocTH [IMO K ompezmesnsemoi
KapOouoBO#l Kuciaore. Kosddurpent uyBeTBUTEND-
HOCTH CEHCOPOB PACCIYUTHIBAIN KAK OTHOIIIEHHE Pas-
HOCTHOH 4aCTOTHI KOJIeOaHU ceHcopa K KOHIIEHTPa-
WY OIIpeiesIaeMoro KoMIoHeHTa [18].

IIpoBepky nOpPaBUIBHOCTH OIpeAeIeHUsT Kap-
OOHOBBIX KHCIOT B JKHUAKOCTAX IIPOBOIUIN C IIO-
MOII[BI0 XPOMATO-MAaCC-CIIEKTPOMETPUIECKOTO KOM-
mwrekca Agilent Technological 7890B GC Systems
¢ macc-cesekTuBHbIM merexropoMm Agilent Techno-
logical 5977A MSD (mo craHgapTHO# MeETOIHKE
I'OCT 30418-96), cpaBHHBasg KOHIIEHTPAIIUU KHC-
JIOT, YCTAHOBJIEHHBIE METOJOM XPOMATO-MACC-CIIEK-
TPOMETPHUM, ¥ TMOJydeHHble ¢ momoInso IIMO-
CEHCOPOB.

Ta6mauua 1. Umnpuntunar-akrop u kKoa(pUIUEHT cenek-
THBHOCTH JIJIsi CEHCOPOB Ha ocHoBe [IMO

Cencop Cencop
Onpenensemoe IIMO-Propionic IIMO-Butyric
BeIIeCTBO
IF k IF k
IIponmonoBas kucmora 3,0 1 0,4 0,15
Macnsauas kucmora 0,03 0,17 9,0 1

O6cy:xaenue pe3yabTaTOB

B xome paboThl ycTaHOBIEHO, YTO JIJISI THE30CEH-
COPOB C MOJIEKYJIAPHBIMH OTIIEYATKAMH KapOOHOBBIX
KHCJIOT XapaKTepHbl JUHEHHBIE TIPALyHPOBOYHBIE
rpacukn (puc. 2). Kosddunuents: nerepmunauu
cocraBunu 6omnee 97 %. Ilpu saTom ams cencopa, Mo-
IUUITIPOBAHHOTO ITOJIMMEPOM CPaBHEHUS, JTUHEH-
HOH 3aBHCUMOCTH He Ha0I0aeTcs.

Cnocobrocts IIMO Kap60HOBBIX KHUCIOT PACIIO-
3HABATh IIeJIeBble MOJIEKYJbl OIIEHHUBAIH C IIOMO-
b0 UMIIPUHTHUHT-(PAKTOpa U Koa(uitmeHnra ce-
nexrusHOCcTH (Taba. 1). Kak BugHo u3 Tab. 1, BbICO-
kue sHaueHuqa IF u k mabmogarorca gnsa IIMO-cen-
COPOB IIPH ONPeNeIeHUN TOH KHUCIOThI, KOTOPYIO HC-
II0Jb30BAJIA B KAYECTBE TEMILIATA IIPU UX CUHTE3E.

Mertpomoruueckne xXapakTEePUCTHKN OIpesese-
HUA KApOOHOBBIX KHCIOT IIbE303IeKTPHUECKIUMU
cerncopamu, wmomuduiuposanubivu 1IMO, mpen-
craBjeHbl B Ta0i. 2. Jlnanason onpemensieMbIX KOH-
neHTpanuii cocrasun 7,40 - 102 - 0,74 r/om®  pma
IIPOIIMOHOBOM KHCIOTHI B 8,81 - 1075 — 0,88 r/mm3 —
A MmaciasHoi. Ilpemenbl obHapyskeHHs KapGOHO-
BBIX KHCJIOT B pacrBopax pasHbl 7,40-10°% wu
8,81 - 10° r/mm® cooTBercTBeHHO. OTHOCHUTEIBLHOE
CTaHJAPTHOE OTKJIOHEHWE Pe3y/bTaTOB M3MEepPEeHHH
He 1peBbImaet 6 %.

IIpaBunbHOCTD OIpeaeseHus KapOOHOBBIX KH-
CJIOT B MOJEJIbHBIX PACTBOPAX C IIOMOIIBI0 MOLUQH-
IIUPOBAHHBIX IIHE30CEHCOPOB IIPOBEPEHA METOH0M
«BBEIEHO — HaimeHo» (tadm. 3). OrTHocuTenbHOE
CTaHApPTHOE OTKJIIOHEeHUe cocTaBideT MeHee 10 %.

IIpoBenmenHbie HCCaEMOBAHMA MO OIIPEIEIIEHIIO
KapOOHOBBIX KHCJIOT B MOJI€/IBHBIX PACTBOPAX CEHCO-

Ta6mauua 3. Pesymbprars! onpeneneHus KApOOHOBBIX KACIOT
B MOJIEJIbHBIX PACTBOPAaX METOIOM «BBEIEHO — HAUIEHO»
C, r/mm3

Ananur S,, %
Bseneno Haiineno

Cencop IIMO-Propionic

IIponmoHoBas 0,74 0,80 + 0,06 7,5
KHcIoTa 0,074 0,075 + 0,001 1,3
0,0074 0,0070 + 0,0004 5,7

Cencop IIMO-Butyric

Macnsauasa 0,88 0,90 = 0,02 2,2
KucI0Ta 0,088 0,084 + 0,004 48
0,0088 0,0085 = 0,0003 3,5

Taﬁﬂnna 2. MeTpOJIOI‘I/ILIeCI{I/Ie XapaKTepUCTUKU OIIpeneJIeHua I{ap6OHOBI>IX KHCJIOT B MOZE€JIbHBIX pacCTBOPax € IIOMOIIIBIO MOIU-

(bI/ILII/IpOBaHHI:;IX IIBE309JICKTPUIECKUX CEHCOPOB

Cencop OmpenensaemMoe BEIECTBO HAuanason onpelienﬂeM; = C iy T/ S,., %
KOHIIEHTPAIUH, T/IM

TIMO-Propionic IIpommonoBas Kuciaora 7,40 - 105-0,74 7,40 - 106 5,4

TIMO-Butyric Macnauas kucnora 8,81 -105-0,88 8,81 106 3,1
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Ta6auna 4. Pesynbprarsr onpenenenus KapOOHOBBIX KUCIOT (r/aM3) B HPOAYKTaX mepepabOTKX STAHOIA METOJOM XPOMATO-
macc-crrekrpomerpun (BAHX-MC) u ¢ momornsio nbe3oanekrpudeckoro cexcopa (II9C)

HpOHI/IOHOBaﬂ KHCI0Ta

Macnsnas kucmora

Ppaxrua

BOHX-MC I1sC

S,., % BIKX-MC I1aC S,., %

ro

0,0040 + 0,0002
0,0035 + 0,0002
0,0028 = 0,0001

BpaskHoi nucTmiaT
Jmopar

Ky6oBas sxumrocTb
PA3TOHHOM KOJOHHBI

Ky6osas sxunrocts pekrudura-  0,0025 + 0,0001

IIHOHHOM KOJIOHHBI (JIF0TEP)

0,0038 + 0,0002 5,3
0,0037 = 0,0002 54
0,0037 = 0,0002 3,4

0,0022 + 0,0003

0,0825 + 0,0004 0,0830 = 0,0005 0,6
0,0134 + 0,0003 0,0140 + 0,0006 4,3
0,0091 + 0,0002 0,0088 + 0,0003 3,4

5,3 — — —

pamu Ha ocHoe IIMO mo3Bomuau anmpobupoBaTh UX
IpH aHalu3e IIPOMEKYTOYHBIX IIPOAYKTOB IIOJIyYe-
HUSA BTAHONIA: OPAKHOTO AMCTWILIATA, DIIOPATa, KY-
0OBBIX KHUIKOCTEH PA3TOHHOM M PEKTHU(PHUKAIINOH-
HOH KOJIOHH (Tabs. 4). YCTaHOBIEHO, YTO PA3HOCTH
pesyabTaToB ompeneNeHUs KHUCIOT B COCTaBe
MPOJYKTOB TepepabOTKH STUIOBOTO CIIMPTA IIHE30-
SJIEKTPUYECKUM CEHCOPOM M METOJOM XPOMaTo-
MAacC-CIIEeKTPOMETPUH He IpeBIaeT 6 %.

3axiaroueHue

Ha ocuoBanuu pesynbraToB padoThl yCTAHOBIIE-
Ha BO3MOJKHOCTH IIPUMEHEHHS ITbe303IeKTPUIECKUX
cerncopos, mogudunupoBanubix [IMO kap6oHOBBIX
KHCJIOT, OJI OIIpeaeieHUusS COOTBETCTBYIOIIUX IIPH-
Meceii-reMmiaToB. biaromapsa cBoMM XapakTepH-
CTHKAM TIOJIyYeHHBIE IThe30CEHCOPHI ITO3BOJIAT Pac-
IIUPUTHh BO3MOKHOCTH SKCIIPECCHOTO OIpeeIeHUs
HpOHI/IOHOBOfI U MaCJIdHBbIX KHUCJIIOT B IIPOMEKYTOY-
HBIX IPOAYKTAX IIOJyUYeHHUs STHJIOBOro crumpra. Mo-
IuUITMPOBAHHBIE ITHE30CEHCOPhI MOKHO YCTAHO-
BUTH HENIOCPEICTBEHHO Ha IIPOAYKTOBBIX KOMMYHU-
Kanuax 6paropeKTUu(PUKAIIMOHHON YCTAHOBKH, YTO
[MO3BOJIUT KOHTPOJHMPOBATh KOHIIEHTPAIIUIO IIPHMe-
ceil B pe:knMe on-line.
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B HO/TUIIAX IIEJIOYHBIX METAJIJIOB
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Wsy4enb! ycaoBus B3aNMOAEHCTBYSI HOJAT-HOHOB C HOAMIOM ¥ METHIEHOBBIM TOIyObIM B Kaue-
CTBe XpPOMOT€HHOTO pearenTa. Baanmoseiicreue fiofara ¢ u30bITKOM HOIUIA 3aBUCHUT OT KHACIOT-
HocTH cpefibl. B pasbapnennsix kucnorax peaknua 105 cI™ mpoxonuT ¢ Beiienienuem ozia, KoTo-
PBIf OKHCIISET KPacureib. B pesyibrare OKMCINTENBHOM AeCTPYKIIMH METHIEHOBOTO TOLy00ro
MPOUCXOAMUT OCaabIeHre OKPAaCKH peareHTa, KOTOpOe IIPOMOPITHOHAIBHO KOHIIEHTPAITUN
#omar-uoHoB B pacreope. MccienoBanbl CIEKTPhI METHIEHOBOTO TOJLyOOro, YCIOBHUS OKUCIIATE-
JIBHO-BOCCTAHOBHUTEJIBHOI'O BSaI/IMO,I[efICTBHH, BIIMAHHE KHCJIOTHOCTH CpeAbl W KOHIIEHTPAITUKU
pacTBOpa peareHTa Ha MOJIHOTY MPOoTeKanus peaknun. CBETOIOIIOIEH e UCIIBITYEeMbIX PaCcTBO-
POB M3MepsIU Ha [IHHe BoIHbI 664 HM. Peakmua o6paszoBaHus cBOOOLHOTO HoMa IPOXOIUT ObI-
cTpo u KosmmaecTBenHo mpu pH 4 — 5. Jlns cosnanus Heo0XOIUMOM KUCIOTHOCTH CPEIbI UCIIOIb-
soBasu 1 M pactBop yKCycHOI KrciaoThl. Haliena onruManbHas KOHIIEHTPAIHAA METHIEHOBOTO
rosry6oro. McenenoBanus mOIOKEHBI B OCHOBY METOAUKH OIPEIe/IeHus HONaT-HOHOB B HOIMIAX
[IEIOYHBIX MeTALIOB. UT00BI IIPeIOTBPATUTD OKUCIEHHE HOIUIA KUCIOPOIOM BO3IyXa, aHAIN-
3UpyeMbIe PACTBOPLI TOTOBUWIH C H00aBIeHneM arerara HaTpus. J[Jis yeTpaHeHus BIUAHS JKe-
ne3a (III) ucnonb3oBanu mupodocdaT HATPHUSA, KOTOPBIH CIEIYET BBOJUTD IIOC/IE MOMKUCISHHUS
pacTBopa ¥ BbImeneHusa Wona. [IpaBuiIbHOCTD METOMUKH IIOATBEPIKICHA [IPU AHAIN3Ee MOIeb-
HBIX PACTBOPOB II0 CXEME «BBEIEHO — HANIEHO» U PealbHbIX 06pasIioB Cr10c000M BapbHPOBAHMSI
HaBecoK. PaspaboraHHas MeTOIUKA arpoOHpOBaHa MpU OIpPeIe/IeHUH HOIAT-HOHOB B HOTUAaX
uesus u Harpusd. OTHOCUTENBHOE CTAHAAPTHOE OTKJIOHeHue He npesbimnaer 15 %. [Ipemioxen-
Hasi METOJMKA II03BOJIMJIA YBEJIUUNTD Uy BCTBUTEILHOCT OIIpeeieHns Hoaar-uoHoB B 10 pas mo
CPaBHEHWUIO C PaHee IPUMEHSBIIEHACS U 9TOH 1IeJId METOIUKOM, OCHOBAaHHON HA 00pa30BAHUN
HMOIOKPaXMaIbHOTO KOMILJIEKCA.

KaroueBsblie cioBa: HoqaT-voH; HOMWI-UOH; METHUIEHOBBIN roIy00ii; OKUC/IeHNE; HOMUIbI I1ie-
JIOYHBIX METAJLIOB; CIIEKTPO(OTOMEPHSI.

SPECTROPHOTOMETRIC DETERMINATION OF I0ODATE
IN IODIDES OF ALKALINE METALS
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State Scientific Institution “STC “Institute for Single Crystals” NAS of Ukraine, Kharkov, Ukraine;
e-mail: gayduk@isc.kharkov.com
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Conditions for interaction of the iodate ions with iodide and methylene blue as a chromogenic reagent
were studied. The interaction of iodate with an excess of iodide depends on the medium acidity. In dilute
acids, the reaction of IO 5 with I~ is accompanied with a release of iodine which oxidizes the dye. The ob-
served weakening of the color which is proportional to the concentration of iodate ions in the solution, re-
sults from the oxidative destruction of methylene blue. Spectra of methylene blue, conditions of the redox
interaction, as well as the effect of the solution acidity and reagent concentration on the completeness of
the reaction were studied. The light absorption of the solutions was measured at a wavelength of 664 nm.
The reaction of the free iodine formation is rapid and quantitative at pH 4 — 5. The desired acidity of the
medium was attained using 1 M solution of acetic acid. The optimal concentration of methylene blue was
determined. The results of the study formed a base for developing a technique of iodate ion determination
in iodides of alkaline metals. The analyzed solutions were prepared with addition of sodium acetate to pre-
vent iodide oxidation by atmospheric oxygen. To eliminate the interfering effect of Fe (III), sodium
pyrophosphate (which should be introduced after acidification of the solution and isolation of iodine) was
used. The accuracy of the technique was proved in spike tests on the model solutions and real samples by
the method of sample weight variation. The developed technique was tested in determination of the iodate
ions in cesium and sodium iodides. The relative standard deviation does not exceed 15%. The sensitivity of
the developed technique is 10 times higher compared to the technique based on the formation of an
iodine-starch complex.

Keywords: iodate ion; iodide ion; methylene blue; oxidation; iodides of alkali metals; spectrophotometry.
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BBenenune

B wMoHOKpucTanmnax rajoreHWmoOB Hawuboiee
OTIACHBIMHY SIBJISIOTCH KHCIOPOICOIepsKaIre IprMe-
cu. VIx mpucyTcTBue fajke B CIEJOBBIX KOTUIECTBAX
CYIIIECTBEHHO YXYAIIAeT XapaKTEePHUCTUKU KPUCTAJ-
moB [1 - 3]. Ilpu sTOM BaKHBI He TOJHKO UPE3BBI-
YalHbIe TPEIOCTOPOKHOCTH HA CTAJUU TIOATOTOBKH
CBHIPbs, HO U ITOCJIEAYIOIIHe OIlepaIluu, B X0/e KOTO-
PBIX MPOUCXOMAT MHOTOYHCIEHHBIE TBepaOo(asHbIe
peakIuyu U XUMHUYECKHWe MPeBpalleHus IIPUMeceH,
MIPUBOAAINE K CHIDKEHUIO PaguarMoOHHOM CTOU-
KOCTH ¥ CUMHTHUIAIIMOHHOM 5(P(EKTUBHOCTH KPH-
cramioB [4]. [TosTomy 3amaua HamEKHOTO KOHTPOJIA
CONlep:KaHUA  KHUCIOPOACOMEPIKAINX  IIPHUMECeH,
TaKUX Kak HOJAT, B MOHOKPHCTAIAX TaJOT€HHUIOB
IIEJIOYHBIX METAJJIOB SBJIAETCH BaKHOM W AKTY-
ATBbHOM [IJIA TIOJIyYeHUs KPHCTAJIOB C 3aJaHHBIMHU
CBOMCTBaMU.

Cy1iecTByIOT pasiudHble XUMWYECKHE W WHCT-
pyMeHTaIbHbIE METObI OIPefe/ieHrnsd OKCOAHHOHOB
tioma. Merombl hOTOMETPHIECKOTO KOHTPOJISA IIPO-
CTBI, IOCTATOYHO YYBCTBUTEIbHBLI, HE TPEOYIOT Ha-
JIWYUS JOPOTOCTOSINEH ammaparypbl. OTH METObI
SIBJISIOTCA BOCTPEOOBAHHBIMH JIJISI IAG0pATOPHH JII0-
60ro ypoBH.

B nureparype ommcaHbl MeTOIbI, OCHOBAHHBIE
Ha B3aWMOJEUCTBUH HOmaTa ¢ CHHEH MOJHOIOKpPEeM-
HHEBOU KHCJIOTOH [5] Wix ¢ HEKOTOPhIME HeobpaTH-
MO OKHCIAIIMMUCT PEIOKC-UHIUKATOPAMH: METH-
JIOBBIM TOIyObIM [6 — 10] mim BapMaMHUHOBBIM CH-
HuM [11]. Peaknusa B3zauMoneiicTBus HOAAT-HOHOB C
WHANKATOpPaMHU 3aMe/lJIeHHA, YyBCTBHUTENIHHOCThH €€
HeBeauKa. ABTOPHI 3THX Pab0T OIEHHUBAIN PEAKIIH-
OHHYIO CIIOCOGHOCTb MOJAT-UOHOB II0 OTHOIIIEHUIO K
KpacuTeIsaM, UCIOIb3ys B PAcieTax OTHOCHUTEIbHOE
KOJIMYECTBO BCTYIIMBIIIETO B PEAKIIUIO WHAWKATOpPA:
OTHOIIIEHVE PA3HOCTH ONTUYECKUX IIOTHOCTEH KOH-
TPOJILHOM MPOOBI U MCCIEAYEMOT0 PACTBOPA K OIITH-
YeCKOM IUIOTHOCTH KOHTPOJIBLHOM IIPOOHI.

Bosee mepcnekTHBHON 11 OIpemeieHus OKCO-
aHWOHOB H0/1a B HOMHUAX IEJIOYHBIX METAJJIOB fAB-
JISIeTCSI PEeaKIHs HoIaT-uOHOB C HOMUI-UOHAMU C 00-
pasoBaHHeM Hop-HoxugHoro kKomiuiekca [5. Crexno-
MEeTPHUA PEaKINH CIIO0COOCTBYET YBEIHYEHHUIO UYB-
CTBUTEIBHOCTH OTIPEIeIeHNUS.

B pa6orax [12 — 14] ucmonb3oBaHO cOGCTBEHHOE
norsomieHue I;. Mi3BecTeH sKCTPaKIIMOHHO-CIIEKTPO-
oromeTpruecKkuii MeTON OIpefeNeHus HuOJaTa,
OCHOBaHHBIN Ha obpasoBaHum accomuara I3 ¢ karu-
OHHBIM KPACHUTeJIeM OPHJIIMAHTOBBIM 3€JI€HBIM, KO-
TOPBIA DKCTPATUPYETCA UETHIPEXXIOPUCTHIM YTJIe-
pomom [15, 16].

IIpu ompenenenuu fogaT-nOHOB B BOJIE U IIOBA-
peHHOI HOOUPOBAHHOU COJMU B KaueCTBE XPOMOTEH-

HOTO peareHTa HCIOIb3YIOT PeIOoKC-UHINKATOPHI,
TaKue KaKk METHJIEHOBbIH roaybou [17, 18], Tuonuu
i asdypu B [19], mamaxuroBwiii 3enensbin [20].
K xmcimomy pacrBopy aHanusupyemoro obpasia mio-
O6aBisa0oT HWomun. BeimenuwBmimiica B pesyJibTare
B3aMMOJEHCTBHS HojaTa ¢ M30BITKOM HOmMAa MO
obecriBeunBaeT UHIUKATOP.

Omnpenenenue HoAaToB B HOAUIAX IIEIOYHBIX
METAJJIOB OCHOBAHO HA 00Pa30BAHUH KOMILIEKCHOIO
COeVHEHU BBIIEIUBIIET0CSI B KUCIOU cpejie Hofa ¢
kpaxmanoMm [21]. MeTon mpocT ¥ [OCTATOYHO YYBCT-
BUTEJIEH, HO HA PA3BUTHE OKPACKA U €e yCTOHYH-
BOCTH B PacTBOpE BIMSIIOT KAYECTBO KpaxMaja, ero
KOHIIEHTPAIINA, KHCIOTHOCTh PACTBOPA, COJIEBOH
a(ppekT M HEKOoTOphIe Apyrre (PaKTOpbI, KOTOPHIE
3aMEeTHO YMEHBIIAI0T TOYHOCTb H3MEPEeHUH.

Hamre wcenemoBanue IIOCBSIIEHO paspaboTke
HAJIeKHOTO YYBCTBUTEIILHOTO METO[A OIPEeIe/IeHUs
MHUKPOIIPUMECH MOAATOB B HOAUAAX MIEITOYHBIX
METAaJLJIOB.

IJKCIIEepHMEHTATBLHASA 9aCTh

Bce ucnmonbsyembie B paboTe peareHTHI ObLIN
KBaTU(UEAIINY He HUKe 4aa. B KadyecTBe craHmapT-
HOT'0 UCII0JIb30BAJIM PACTBOP HOAAT-UOHOB C KOHITEH-
Tpatued 1 Mr/MiI, IPUTOTOBJIEHHBIN PaCTBOPEHUEM
B IEMOHU3UPOBAHHOU BOJle TOYHOU HABECKHU HojaTa
KaJIud 0CY, BBICYIIEHHOTO B CYIITHIBHOM ITKadQy Tpu
remmeparype 150 °C. PacTBopbl MEHBIIINX KOHIIEH-
Tparuil rOTOBUIN pa3baBiieHHeM B JIeHb HCIIOIb30-
Banusa. Ucnonszosanu 2,5 - 1074 M BogHBINA pacTBOP
MEeTHJIEHOBOTO rojyboro, 1 M pacTBop yKCyCHOHN Ku-
cnotel 1 2 M pacrBop arerara Harpus. Pabouwne
10 %-uble pacTBOPHI HOAUIOB IIEIOYHBIX METAJJIOB
TOTOBHJIN ¢ M00aBIEHHWEM alerara HATPHA [0 KOH-
nenrparuu 0,15 MoIb/I1.

CeromnoroiieHne PacTBOPOB H3MEPSIU C II0-
Morbio crexrpodoromerpa CP-2000. s usmepe-
uua pH ucronb3oBanu nonomep M-160.

O6cy:xkaenne pe3yabTaToB

BsaumopeiictBue iomara ¢ uM30BITKOM Homumaa
3aBHCUT OT KHUCJIOTHOCTH Cpeabl. B CHIBHOKHCION
cpene (pH < 2) obpasyiorcs KOMILIeKCHBIE HOHBI I,
B pasbaBieHHBIX Kuciorax — ly [22; c. 540]. Peaxk-
s 06pa3oBaHusa CBOOOAHOTO HO/a IPOXOIAUT OBICT-
po u xonuuecrBenHo nupu pH 4 — 5 [22, c. 322]. Ina
CO3MaHUsA HEOOXOAUMON KHUCIOTHOCTH CpeIbl WC-
MIOJIB3YIOT XJIOPOBOAOPOAHYI0 KucaoTy [12], BunHyio
guciory [21] win 6udpranar kamua [22]. Mer mosy-
YUIH JIy4Iliie Pe3yabTaThl IPHU UCIIOIb30BAHUH IS
aroit esiu 1 M pacrBopa yrcycHoi Kucaorsl. B xome
peaknuu pacxoxyiored H-nombI, mosromy cosmasa-
au B pactBope pH oxomo 3.
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Ta6mauuma 1. Pesynbprars! onpenenenus HoaaT-uOHOB B MO-
nmenbHBbIX cMecax Csl mo cxeme «BBemeHo — HalieHo» (n = 4;
P =10,95)

Beeneno 10 5, MEr Haiineno 10 3, Mkr s,
1,0 0,92 = 0,15 0,10
3,0 3,09 = 0,25 0,05

Ta6auma 2. Pesynprarel omnpeneneHus HOAAT-HOHOB B
Hoaumax meroYHbx Metaiunos (n = 3 —4; P = 0,95)

O6pasert 0?5::;;1 XH-alﬁoi‘?If{’/S 1{/1(3150 o
Csl 1,0 1,12 0,10
0,5 1,05 0,06
Csl 0,5 0,41 0,14
Csl 0,5 0,71 0,07
Csl 0,5 2,08 0,06
Nal 0,5 1,09 0,05

B HeliTpanabHOU WU IIETOYHON cpee HOmUa He
OKHCIIAETCA KHUCIOPOAOM BO3AyXa, II03TOMY aHAJIH-
3UPYEMBIH PACTBOP IIPU IIPUTOTOBJIEHUHU ITOAIIETIA-
yuBaiu areraroM Hatpus a0 pH 7 -8, roroBumu
€ro mepe]; UCIOJIH30BAHUEM.

B xauecTBe XpPOMOTEHHOTO peareHTa MbI HC-
MOJIb30BAJIM METHJIEHOBBIH roy00i, PeaKIiusi OKUC-
JIEHUA KOTOPOTO MOJIOM JIOCTATOYHO YyBCTBUTEIHHA.
CrekTp moryIolie s MeTHIEHOBOTO TOIy00Tro Ipes-
craBjieH Ha pucyHEKe (KpuBas 1). Beigenusmumiicsa B
KHCJION cpefie MOJ OKHCIAeT UHIUKATOP, B pe3yilb-
Tare OKUCIUTEIbHOU IECTPYKIINU KPACUTEIIS IIPOHC-
XOIUT ociabieHue OKPACKH, KOTOPOe IIPOIOPIIHO-
HaJbHO KOHIIEHTpAIIUU HofaTa B pacTBope (cM. pH-
CYHOK, KpuBBIE 2 — 4).

Haiinennas onTuManbHas KOHIIEHTPAITAA METH-
JIeHOBOTO rosry6oro cocrasmia 5 - 106 monn/m.

Bonbmoe 3mauenune mMeer BpeMs IPUTOTOBIIE-
HUSA (POTOMETPUPYEMBIX PACTBOPOB. JKCIEPUMEH-
TaJbHO YCTAHOBJIEHO, YTO IEpe] M00aBIEeHUEM pea-
redTa AoJsKHO mpoiTu 40 — 60 ¢, 9TO6BI TOTHOCTHIO
IIpopearupoBajl Bech HMOJaT, a 3aTeM HY:KHO Cpasy
HEHUTpaIn30BaTh PACTBOP, YTOOBI IIPEIOTBPATHTH
OKHCIeHHe Hoauaa KuciaopoaoMm Bosayxa. Ceerorio-
TJIOIeHNe KOHTPOJIBHOTO PacTBOpa, He cofepsKalile-
ro aranura (A,), ¥ UCIIBITYeMbIX PACTBOPOB U3MeEpPs-
JIV HA JIJTUHE BOJHBI 664 HM OTHOCHUTEIBHO BOJIbI Ue-
pes 5 — 10 muH mociie mpuroToBaeHusd pacrsopa. Oc-
mabeHre OKPacKU peareHTa B pe3yJibTaTe B3anMO-
JIIEVCTBUA C BBIJEIUBIINMCS HMOIOM PaCCUYUTHIBAIHA
mo dopmyne: AA =A)-A,., XoTsd onTuueckKas
IUIOTHOCTh PACTBOPOB €O BpPEMEHEM HECKOJIBKO
yMeHbIIaeTcs, 3uaderHne AA ocraercs mMpPakTHIECKH
IIOCTOAHHBIM 110 MEHBIIeH Mepe B TeueHne 40 MuH.

AL
1,51
1,2
0,9- 4
0,6-

0,31

0,0 T T T L
550 600 650 700 750
A, HM

CHeKTpsI MMOIJIOIEeHHs MEeTHIOBOTO rojryboro 6es tomara (1)
u ¢ womaroMm B KoHIieHTparmu (Mrr/mia): 0,04 (2); 0,06 (3);
0,2 (4)

YMeHblIlIeHHe ONTHYECKOH ILIOTHOCTH PacCTBO-
POB METHJIEHOBOTO TOJIy0OTO IIPOIIOPIIHOHAIBHO
KOHIleHTpanuu iogata B uHTepBame 0,02 —
0,2 mir/mi. I'pagyupoBodYHble 3aBHCHMOCTH CTPOH-
JI¥ ¢ mobaBIeHueM aHaIU3UPyeMoro o6pasma, 9Tobbl
yuecTh BCe IPOIECCHI, ITPOXOAAIHUE B PAaCTBOpE.
I'pamyrpoBouHbIii rpadUK OIMHUCHLIBAETCS YPABHEHH-
em: AA = (2,856 = 0,037) ¢, BearmuuHA CBOOOLHOTO
YjieHa He3HaunMa, Kod(P(UITHeHT KOppersaiuu pa-
Ben 0,9998.

IIpoBenenubie wmcciemoBaHUs JIETJIH B OCHOBY
paspaboTaHHOM METONUKH OIpelesieHus Homar-
HMOHOB B HOAUIAX IEIOYHBIX MeTa/LioB. s yerpa-
Henns BauaHusa xkenesza (III), koropoe Moxker mpu-
CyTCTBOBATh B 00pasiie HOAHUIA, HUCIIOIb30BAIN IIH-
podochar marpust B KoumenTparuu 0,002 momb/i,
KOTOPBIHU CJIeAyeT BBOAUTH II0C/IE IMOAKHUCICHHU Pac-
TBOpA U BBIJEIEHUS H0/1a, TaK KAk OH moBbIiaeT pH
pacrsopa.

IIpoBepka MeTOOMEM IIPH aHAJIHU3€ MOIEIbHBIX
cMecedl II0 cxeMe «BBEIEeHO — HaijeHo» (rabi. 1) u
peabHBIX 06pPasIloB METOIOM BAPbHPOBAHHUA HABE-
cok (Tabi. 2) mokasama ee MPABUIBHOCTh U OTCYT-
CTBHE 3HAYUMOHN CHCTEMATHUYECKOU IIOTPEITHOCTH.
B Tabm. 2 mpuBeneHbl pesybTATHI OIMPENEICHUS
HOIaT-MOHOB B MOAUIAX I1€3UI M HATPHUI.

3axaroueHue

Takum 06pasom, u3ydeHbl YCIOBHI B3aUMOIEH-
CTBHA HOZAT-HOHOB C HOTUIOM M METHJIEHOBBIM IO-
JIy6bIM, Huccien0oBaHuA II0JIOKEHDbI B OCHOBY METOa-
ku onpenenenus 10 ;-HOHOB B HOAMIAX IIEIOYHBIX
MeTtannoB. PaspaboTaHHas MeTOAMKA IIO3BOJIMTIA
YBEIHYUTh YyBCTBUTEIBHOCTE ompernenenud 103 B
10 pas o cpaBHEHHIO ¢ paHee IPUMEHABIICHC I
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9TOHM IIeJM MEeTOIMKON, OCHOBAHHOM Ha 00pasoBa-
HUU HOJ0KpaxMajlbHOI'0 KOMILTIeKca.
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IMPUMEHEHHE ITPO®UIHLHOTO AHAJIN3A TUPPAKITMOHHBLIX
IMAKOB /IS OPEJEJEHNS ®A30BLIX COOTHONIEHUN

B CUCTEME (1 - 2x)BiScO, - xPbTiO, - xPbMg, ;:Nb,,0,

BBJIN3U MOP®OTPOITHO¥ I'PAHUIIEI
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IIpencrasnens! pesynbrars! onpenenenns GasoBbIx cooTHomeHuH B cucreMe (1 — 2x)BiScOg X
X xPbTiO; - xPbMgy/5Nbg 303 Bomi3n mopdorpommoit rparunsr. [Iposeneno perrrenogudpak-
ITHOHHOE HCCIeOBAHNEe Kepamuueckux o0pasioB mia X = 0,34 u x = 0,46. [Ipodmnu messtu
YYaCTKOB PEHTIeHOU(PPAKITHOHHBIX CIIEKTPOB 00padbaThiBain ¢ IOMOIIbi0 nporpammbl WinkFit.
B oboux ciydasx mydiliee coBmageHHE C 3KCIEPUMEHTAIBHBIMY JAHHBIMU (PUKCHPOBAIH IIPU
BBEJIEHUU JIOTIOJHUTEIHHBIX (a3 ¢ KyOudecKoii cummerpreit. MozeampoBaHye IOIHBIX PEHTTe-
HOM(PAKI[HOHHBIX CIEKTPOB 110 Metony Jle Baina mokasaso, 4To B McCae0BaHHBIX 06pasmax
IIPUCYTCTBYIOT JBe (Pasbl: OCHOBHAA — C KyOmdueckon (a = 4,0432 Ax=030n TeTparoHab-
"o (a = 3,9963 A, ¢ = 4,0580 A = 0,46) preMeHTapHBIMH TUYEHKAMU U JIOMOJHUTEIbHAS.
[Tpu sTOM fHOnOTHUTENBHBIE (DA3bI, IMEIOIIHe IUPOKHe AU(PPAKIIMOHHbIE ITHKH, MOKHO paccMa-
TpHBATh KaK KyOmdeckue (IapaMeTphl HIeMeHTapHbIX meek: a = 4,045 u a = 4,017 A coorser-
CTBEHHO).

KaroueBsblie croBa: peHTTeHOIUPPAKIMOHHOE UCCIeT0BaHIe; TPOQUIh JTUPPAKITHOHHBIX IIH-
KoB; TpoiHaa cucrema BiScO3 — PbTiO3 — PbMgy3Nby303; dhasossrit cocras; mapamerpsr sie-
MEHTAPHBIX TIEEK.

THE USE OF THE PROFILE ANALYSIS OF DIFFRACTION PEAKS FOR
DETERMINATION OF THE PHASE RELATIONSHIPS IN THE SYSTEM
(1 - 2x)BiScO; - xPbTiO; - xPbMg;sNb,;0; NEAR THE MORPHOTROPIC BOUNDARY
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To determine the phase relationships in the system (1 — 2x)BiScO; - xPbTiO; - xPbMg; sNby305 near the
morphotropic boundary, the ceramic samples for x = 0.34 and x = 0.46 were studied by the XRD method.
The profiles of nine regions of the XRD patterns were analyzed using WinF'it software. In both cases, a
much better agreement with the experimental data was observed with the introduction of additional
phases with cubic symmetry. The simulation of the full x-ray diffraction patterns of the samples using the
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Le Bail method was also carried out. The studied samples contain two phases: the main with a cubic
(@ = 4.0432 A) (x = 0.34) and tetragonal (a = 3,9963 A, ¢ = 4.0580 &) (x = 0.46) unit cells and additional
one. The additional phases with broad diffraction peaks can be considered cubic (with the unit cell param-
eters @ = 4.045 A and a = 4.017 &, respectively).

Keywords: X-ray diffraction study; profile of diffraction peaks; BiScO3 — PbTiO; — PbMg; 5sNby 305 triple
system; phase composition; parameters of the unit cells.

Beenenue

B nacrosiee BpeMsa uaeT WHTEHCUBHBIN ITOUCK
MIHE303IEKTPUIECKUX MATEPUAJIOB JJI 3aMeHbl U
yaydmeHus (QYyHKIHOHANBHBIX CBOMCTB IITHPOKO
MPUMEHSeMOH B TOCIAeTHUE [IeCATHIeTHS Kepa-
MHUKM HA OCHOBE I[MPKOHATA-THUTAHATA CBUHIA
Pb(Zr; _,Ti)Os.

UccnemoBannss pasHO0Opa3HBIX MHOTOKOMIIO-
HEHTHBIX OKCHIHBIX CHCTEM, COMEPIKAIIUX COeTUHEe-
HHA C II€POBCKUTHON CTPYKTYPOM, OTBEUAloIre 00-
et opmyse ABO; (A u B — saements: I - II1 u
IIT - VI rpynn Ilepuoguaeckoii cucremst [ . 1. Men-
neneera), u PbTiO;, mokasanm, 9T0 KepaMuKa cuc-
tembl BiScO; — PbTiO; oTBeuaer HE0OXOZUMBIM
TpebOBaHUAM: OHA MMEET PEKOPAHBbIE 3HAYEHUI O]
HOBpemeHHO Temmeparypsl Kiopu (450 °C) u mweso-
aJIeKTpUIecKoro Koaddurmenra ds; (460 mKa/H)
[1]. Ina ymMeHBbIIEHUS COMEPKAHUA JOPOTOCTOAIIETO
CKaHJUA IIPH COXPAaHEHUN YCTAHOBIEHHBIX XapaKTe-
PUCTHK TpemIoxKeHa MOTU(PUKANNSI — TPOHHAA
cucrema BiScOj; - PbTiO; — PbMg;53Nby;s05 [2, 3].
OrMeTuM, 4TO KepaMmudecKue 00pasilbl MOT0OHBIX
CHCTEM, COCTaBbI KOTOPBIX HAXOAATCA BOJIH3HU Tpa-
HUIIBI MOP(OTPOITHOTO Iepexojia, IPeACTABIIIOT
HauOOJIBIIUN HWHTEPEC, ITOCKOJBKY OTHOCITCA IIO
CBOHM 9JIEKTPO(PUBUIECKUM U [AUDJIEKTPHUUYECKUM
CBOICTBAaM K CETHETOAIEKTPUKAM-PeIaKcopaM.

Il 6oee riyGOKOTO TOHMMAHUSA TPUYUH TIPO-
SIBJIEHUS 0COOBIX (PHBMUYECKUX CBOMCTB HEOOXOIUMO
ompenenuTh (PAa30BBIH COCTAB, [JIS Y€r0 TPAIUIHOH-
HO WCIOJb3YIOT PeHTreH0o(as30BbIi aHamu3. B ciy-
gae BiScO; — PbTiO; — PbMg;3Nb, 305 crosxuOCTD
COCTOHUT B TOM, UTO IPUCYTCTBYIOII[IE€ TBEPAbIE pac-
TBOPHI UMEIOT CTPYKTYPY HEPOBCKUTA C OAU3KUMU
rmapaMeTpaMy 3JIeMEeHTAPHbBIX TYeeK U 04eHb HeO0Ihb-
MM WCKAKEHHUEM HIeaJbHOU KyOWYeCKOW STYeHKu
MIEPOBCKUTA, UYTO COMPOBOKIAETCA IEPEKPLITHEM
WIN JaKe TOJHBIM HAJIOKEeHUEM ITUKOB Ha COOTBET-
CTBYIOIIAX PEHTTEHOAUMPPAKITMOHHBIX CIIEKTPAX.

Tounyo dopMy ¥ CTPYKTYpy NHKOB (OJUHOY-
HBIH WA COCTOAIIMH M3 HECKOIBKUX HAIATAIOIINX-
cs1 MAKCHMYMOB) OIIPEIEISIOT IIyTeM MOIeIUpPOBa-
HHUSI — MPO(QUIBHOTO aHAIN3a C WCIOJIb30BAHUEM
CIEUANIPHBIX MpPOTpaMMHBIX cpeacTB. [Ipodwmis-
HBIH aHAINU3 ITO3BOJIIET YCTAHOBUTD TAKKE XapaKTe-
PHUCTHKHM THKA, KaK II0JIOKEeHHe MaKCHMyMa, ILJIO-
1aab, MIUPHHA HA MOJOBHUHE BHICOTHI, HHTETPAIh-
Had mupuHa U Ap. 1lo momoxeHUIM MaKCHMyMOB
(B TIPEATIONOMKEHNY CUMMETPUN) MOKHO PACCIUTATD
rmapaMeTphbl B3JEMEHTAPHBIX SYeeK IPUCYTCTBYIO-

mmx as, a mo yrJioBOd 3aBUCHMOCTH IIMPUHBI ITH-
KOB HA IIOJIOBHUHE BBICOTHI — OIIEHUTH MHUKPOCTPYK-
TypHBbIE XapaKTePUCTUKH (as.

Haa  cmcrembr (1 - 2x)BiScO; - xPbTiO3 X
x xPbMg;3Nby303 npenmomnoxunu, 9To B 061aCTH
x = 0,40 mpoxoauT MOPQOTPOITHAST (Pa30Basi TPAHH-
1a Mexay TeTparoHanbuoi (x > 0,40) u pomboaapu-
veckoit (x < 0,40) cdopmamMu TBEPABIX PACTBOPOB
[3]. CrpykTypy KepaMHYECKOTO0 CEerHeTOdJIeKTPH-
Ka-penakcopa mamHHo# cucreMbl (x = 0,42) ompene-
mqunu MeromoM Pursenpga [4]. Ycranosuiau, uto B
MOJIIPU30BAHHOM H JIETIOJSPHU30BAHHOM COCTOSTHUIX
OH COIEepP:KUT aABe (pasbl, OHA U3 KOTOPBIX 00Ia1aeT
KyOM4ecKoil CcUMMeTpHeH, apyrasd B TIOJSIPU30-
BaHHOM COCTOSHHU XapaKTepHsyeTcs MOIAPHOH Te-
TparoHaJbHOU IIp. Tp. P4dmm, a B memonapusoBan-
HOM — MOHOKJIMHHOU HeIeHTPOCUMMEeTPUIHON
up.rp. Cm [5].

[ens paboThl — MPOQUIBHBIN aHATN3 AUPPAK-
[UOHHBIX THKOB HA PEHTTeHOMU(PAKITMOHHBIX
crekTpax obpasmoB cucrembl (1 — 2x)BiScO5 X
X xPbTiO; - xPbMg;,3sNb, 303 (x = 0,34 u 0,46) nua
ompejieseHus (pasoBoro COCTaBa U MApaMeTpPOoB dJe-
MEHTapHBIX AYEEK MPUCYTCTBYIOINX (Pas.

Ma’repna.nm H MEeTOIbI

Kepamuueckne  o6pasupr (1 — 2x)BiScO4 X
X xPbTiO; - xPbMgj 3sNb6;05 ¢ x = 0,34 u 0,46
(mamee obpasipr 034 1 046 COOTBETCTBEHHO) IIOJY-
YaJli HU3 COOTBETCTBYIOIUX OKCHUIOB, B3ATHIX B
COOTHOIIIEHUSX, OTBEUAMIIIUX yKa3aHHBIM (Qop-
mynam [3]. Tlpu penrreHogMppPAKIIHOHHOM HCCIIE-
IoBaHHHU HcHoab3oBamu gudparkromerp Ultima IV
(fAmonusa). YcmoBuUA: PEHTTeHOOITHYECKAd Ccxema
o Bparry — Bpenrano, nuamnasoH yrioB Io IIKaJe
20 — 19 - 125°, HepepPHIBHBIN PEIKUM CHEMKH, CKO-
pocTh ckanmpoBauus — 2 rpan/mus, mar — 0,01°,
CuKa-usiay4yeHvie, HUKEJIEBbIA (DUIBTP, BHICOKOCKO-
POCTHO# IeTEeKTOp, HAIIPS:KEeHNe Ha PEeHTTeHOBCKOM
Tpyore — 40 kB, Tox — 30 MA.

PesyabTaThl U 06CYKIEHHE

Ha pwuc. 1 mpexpcraBieHbl peHTTeHOAH(PAKIU-
oHHbIe crekTpbl 00pasnoB 034 u 046 (Ha BcraBKax
n300paKeHbl B YBEIWYEHHOM Maciitabe ydacTKu
PeHTreHOAn(PPAKITHOHHBIX CIEKTPOB, COOTBETCT-
Bytomue orpakenuam (111) u (200) ngeanbHOH Ky-
OMYECKO# CTPYKTYypbI IIEPOBCKHTA). Bummo, uro B
obomx ciayuanax HabmogaeTca KapTHHA, TUMMYHAST
I COeIWHEHWH CO CTPYKTYpoH mepoBckuTa. Inkm
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Puc. 1. Penrrenopudpariinorusie criekTpsl 06pasnos 034 (a) u 046 (6)

Ha PEHTreHOAu(PAKIIMOHHOM cilekTpe obpasma 034
He WMeIOT XapaKTePHBIX PAaCHIEIJIeHUH, KOTOpbIe
CBHIETEILCTBOBAIN OBbI 00 MCKAKEHUH HIeaJbHOM
KyOHMUYeCKO# pelleTKH IepoBcKuTa. B ciayuae obpas-
ma 046 dukcupoBas I xXapakTepHOe [ TeTparo-

HaJIBHOTO MCKa)KEHUs pacIiellyIeHNe OIpeieIeHHbIX
IuPAKITHOHHBIX TTUKOB.

MosxHo mpenmoaoxuTsb, 4To 06pasisr 034 u 046
MMEIOT KyOWYeCKyI0 W TETPArOHAJIBHYI0 CTPYKTYPbI
coorBercTBeHHO [3]. IIpoBepkry mpenmonoxeHus
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Puc. 2. Pegynbrarsl MOReIHPOBAHUSA YIACTKOB AU(MPAKIMOHHBIX CIeKTPOoB 43,9 — 45,7° u 43,3 — 46,3° qya ob6pasmos 034 (a, 6 —
MOJeNy ¢ OTHOH U AByMs KyOuueckumu pasamu, ] — ocHOBHas, 2 — pononHurenbHan) u 046 (8, 2 — MOIeNH ¢ TeTParoHAIBLHON U
TeTparoHaIbHOHN U KyOudeckok asamu, I — ocHOBHAS, 2 — IOMOIHUTEIHHAT) COOTBETCTBEHHO (B HIKHEH YaCTH — PA3HOCTHBIE
CIIEKTPHI)

Pesynbrarsl MoeTupoOBaHUA TUPPAKIIMOHHBIX IIMKOB
O6paszer; 034

O6paszer; 046

Kyb6uueckas Kybuueckasn Terparonanbuas Kyb6uueckasn
YrnoBoit ¢aza 1 (ocH.) aza 2 (mo.) YrnoBoit dasa (ocH.) dasa (gom.)
[UanasoH, R, % [UanasoH, R, %
rpaz. hhl FWHM, Wl FWHM, rpaz. hEl FWHM, Wl FWHM,

rpa. rpa. rpa. pa.

21,1-22,5 96,00 100 0,069 100 0,180 21,1-22,9 97,02 001 0,121 100 0,311
100 0,106

30,6 -31,9 98,45 110 0,063 110 0,171 30,6 - 32,2 98,21 101 0,090 110 0,312
110 0,095

37,7-39,4 96,76 111 0,075 111 0,139 38,0-39,5 98,13 111 0,086 111 0,128

43,9 -457 97,27 200 0,061 200 0,146 43,3-46,3 97,70 002 0,190 200 0,834
200 0,126

49,8 -51,2 96,35 210 0,080 210 0,577 49,5-51,6 98,22 102 0,132 210 0,860
201 0,130
210 0,126

54,5 -56,7 96,76 211 0,070 211 0,344 54,8 -56,9 98,80 112 0,139 211 0,617
211 0,123

63,5-66,9 97,32 220 0,077 220 0,473 64,2-67,2 97,49 202 0,158 220 0,766
220 0,148

72,6 -75,5 96,97 310 0,081 310 0,743 72,2-176,7 97,09 103 0,262 310 1,305
301 0,200
310 0,159

89,2-92,7 97,16 321 0,094 321 1,120 89,0-94,5 97,24 213 0,272 321 1,143
312 0,265

321 0,240
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Puc. 3. 3asucumocru ITIITIB s qudpakimoHHBIX MHKOB OT X YTI0BOTO MosIoxkeHus 11t 0opasios 034 (a) u 046 (6) (O u @

— OCHOBHAs U JIOIIOJIHUTEIbHAS KyOudecKue pasbl)

OCYIIIECTBIIANHN IIyTEM MOMAEIUPOBAHUS OTHEIHHBIX
YYaCTKOB PEHTTEHOAU(PPAKIIMOHHBIX CIIEKTPOB C IT0-
morpio mporpammbl WinFit V. 1.2 (1996) (pamee
MPOTPaMMy YCIEITHO NPUMEHATH HPH yTOYHEHUU
CTPYKTYPhI KepPaMHUYECKHX O00pasiloB CHCTEMBI
BiScO; - PbTiO; ¢ mobaBrkaMu oxcmma Mapraniia
[6], masa gero wmcmomb3oBau (QyHKIuI0 IlupcoHa.
®DoH onuChIBANY TUHEHHOM (DYHKI[HEH, COBIaIeHIe
C SKCIIEPUMEHTATHHBIMU MAHHBIMH OIEHUBAIU IIO
daxTopy cxomumoctu K.

Ilockoabky muKM Ha PEHTTEHOAU(PPAKITHOHHOM
crekTpe obpasia 034 uMeT HEKOTOpOe YIIHpeHue
B HIDKHEH 4YaCTH, ropasmo Jydlllee COOTBETCTBUE
IOCTUTAETCS TPH BBIOOPE MOMEIHN C HAIOKEHUEM
IByx MakcuMmymoB (puc. 2). B aTom ciayuae B o6pas-
11e IIPUCYTCTBYIOT ABe (Pa3hI ¢ KyOMIEeCKUMHU DIeMeH-
TapHBIMH sdeiikamu. [Ipu srom momonaHUTENBHAA
daza xapaxrepusyerci IIUPOKUMH TUPPAKIHOH-
HBIMU ITUKAMHU.

Ins obpasia 046 momensb, comepskalias IOMON-
HUTENBbHYI0 (pasy ¢ KyOuuecKoH cuMMeTpuei U IIu-
poruME TUPPAKIUOHHBIMU ITHKAMH, B OTIUYHE OT
MOJIeNIH C OfHOM (pas30oi ¢ TeTPArOHAIBHOU CHMMET-
pueii, Takke obecriednBaeT XOpoIllee COBIAJEHUE C
9KCIIEPUMEHTATHLHBIMU PO UIIAMH.

Pesynbrars! MomeIupoBaHusA I J€BATH YIACT-
KOB PEHTTeHOMU(PAKIIMOHHBIX CIIEKTPOB ¢ Haubo-
Jiee MHTE€HCUBHBIMHU IIMKAMMU IIpE/CTaB/JI€HBbI B Ta6-
nurte (FWHM — nmonHas mmmprHa HaA ITOJIOBUHE BBI-
corsl). Ilo ycTaHOBIEHHBIM 3HAYEHUAM MAKCHMYMOB
OUQPAKITUOHHBIX TMHKOB OIPEIeNaand apaMeTpPhl
97IeMEHTAPHBIX fYEeeK C TOMOIIbI0 IIPOrPAMMBI
Celref'V. 3 (2003). ITomyurnu, uro mapamerp a Kyou-
YeCKOU 3JIeMEHTaPHOH TIYeHKU OCHOBHOM (hasbI B 00-
pasite 034 cocraBun 4,0447(2), mOIMOIHUTEILHOMH
(Bropoil KyGmueckoil dasel) — 4,043(4) A. Inz
OCHOBHO#M (pasnl obpasia 046 mapameTpsl TETparo-
HaJILHOU dJjIeMeHTapHOU f4edKHu cileayoolue: q =
= 3,9962(3), ¢ = 4,0599(3) A. Buauenue mapaMerpa

a KyOHMJecKOH nJIeMEeHTAPHOU SYeHKH JOIOIHUTE -
Hoit (pasbl — 4,018(9) A.

Ha pruc. 3 mpencraBieHbl 3aBUCUMOCTH TTOTHOM
mupuHbl Ha nosopuHe BbicoThl (ITIIIIB) mma mu-
parnuoOHHBIX THUKOB mIpeamnojgaraemMbrx ¢as. Bua-
HO, 9TO 1A 000ux 06pasroB HAOIIOAAeTCs O0IbIIOoe
oTyIMYHE y:Ke Ha Manbix yriax. C pocTroM BeTwduH
YIJIOBBIX IIOJOKEHUH TU(MPPAKIIMOHHBIX ITHKOB 3Ta
pasHuUIA pe3Ko BO3pACTAET, YTO MOKET OBITH CBsI3a-
HO C M&JIBIM Pa3MepPOM KPUCTAJIUTOB JOIOITHUTEb-
HbIX pa3 (obracrell KOTEPEHTHOTO PACCEesTHUS) U
3HAYUTEIBbHBIMU MHUKpPOAedopmaruamu. Bo3aMokHO
TaKKe, YTO UCTUHHAA CHUMMETpHUA 3THX (a3 6oiee
HU3KafA, 4eM KyOmdecKas.

Jlanee mpuHATHIE MOETHU YTOUHSINA 110 METOIY
Jle Boiina [7], KoTopblil IpeAIIoIaraeT UCIoIb30Ba-
HHE He OTHEJIbHBIX YJaCTKOB, a BCEro IPOQHIs
peHTreHOIUPAKITHOHHOTO crekTpa. Ilpu sTom mHe-
00XOMMO [OIMYCTUTh CHUMMETPHIO [JIA COCTaBJIA-
orux a3 ¥ 3HATH OPHEHTHUPOBOYHBLIE 3HAUEHUS
mapaMeTpoB 3JIEeMEHTAPHBIX ddeek. B pesymbrare
OIpeeNiIl0T TOYHBIE 3HAYECHHUS IAPaAMETPOB diie-
MEHTApPHBIX TIeeK (pas, CABUT HyJIEBOH TOYKHU CIIEK-
Tpa, YHKIWA, OMUChIBAWOIIAA (POH, TPOQUILHbIE
rmapaMeTphl IUKOB (B JaJbHEUIIIEM 3TH AaHHBIE MO-
ryT OBITH UCIOIB30BAHBI IPU OKOHYATEIHLHOM OIpe-
IeTeHN KPUCTAIIMIECKOH CTPYKTYPBI 00pasIjoB
MmeronoM Pursennna).

Pacuersr meTomom Jle Boiina mpoBommiu ¢ mo-
morbio nporpammbl FullProf 1.0 (2007). Cuauana
I Mojenei ¢ omuou dasoi (misa 034 — kyOwmue-
ckoi, misi 046 — TeTparoHaNbHOI), a 3aTeM — C
neymsa. Ilpu mepexome K IBYX(hasHbIM MOIEJAM
B3BEIIIEHHBIH MPOMUIBHBIA (PAKTOP PACXOIAHNMOCTH
R,, smauurenvHo cHmxanca: ¢ 11,8 mo 8,02 (mms
034) u ¢ 8,46 mo 7,82 % (mma 046). OxoHuaTeIh-
Hble 3HAYEHUs [MAPAMETPOB 3JIE€MEHTAPHBIX STYEEK
COCTABWJIM: JIJII OCHOBHOM Ky6mueckoi ¢asnl o6pas-
ma 034 — 4,04325(3), naa HOMOJTHUTEIBHOU — a =
=4,0458(3) A; mua ocmoBHOM TeTparoHaJIbHON
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daser  obpasma 046 — a = 3,99636(6), c =
= 4,05804(7) A, mns momonHWTENBHON KyGHUECKO
dasbr —a = 4,0170(1) A.

3akJaroueHue

Takum 06pasoM, TPOBeJEHHbIE HCCIETOBAHUS
[OKa3ajM, YTO KepaMHudYecKue o0pasilbl CHCTEMbI
(1 - 2x)BiScO; - xPbTiO; - xPbMg;3Nby30; ¢ x =
= 0,34 u x = 0,46 — nByx(asuwvie. B nmepBom ciy-
yae (x = 0,34) ocHoBHAsI — (pasa ¢ KyOUIECKOU dJe-
MeHTapHOU suedkoil (a = 4,0432 A), Bo BTOpPOM
(x = 0,46) — pasa ¢ TeTparoHaJIbHOH dIEMeHTap-
HOii sueiikoi (a = 3,9963 A, ¢ = 4,0580 A). Tomon-
HUTENbHBIE (Pasbl, KOTOPhIE XapaKTepHU3yITCA IITH-
POKMMH IU(PPAKIIHOHHBIMH MTHKAMHA, MOTYT OBITH
MpeACTaBIeHbl KAk KyOWUecKHWe C MmapaMmerpaMu
aJIeMeHTapHbIX sueek a = 4,045 ua = 4,017 A coor-
BETCTBEHHO.
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BBISABJIEHUE NEPERTOB CIIJIOIIIHOCTHU B OBPASIIAX
N3 AJIIOMUHUA MATHUTOUMILYJIbCHBIM METO/IOM

© Baagmmup Bacuiabeswu IlaBarouenko, Enena Cepreesna [lopomeBuma”
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[IpezcraBieHbl pesyabTaThl OMPEIEIEeHNs 3aBUCUMOCTH SJIeKTPUIECKOTO HATIPSAKEHWs OT Bpe-
venu U(f) nys pasHO# TIyOHHBI 3aJIeTaHns UCKYCCTBEHHBIX J1e()eKTOB CILIOIIHOCTH (Ipopeseii)
mmpuror (1,0 —10,0) - 10-° M B macTHHAX W3 ATOMHHEASA ToamuHOM 1,5 106 —-2,0 - 10-3 .
SHaYeHNsT HAMPSYKEHUS CHUMAITH C MHIYKIIMOHHON MATHUTHOHN TOJIOBKH IIPH CKAHUPOBAHWUHU €10
MarHuTHOI'O HOCHUTEJIA, Ha KOTOPOM 3aIllMChIBAJIMCh MAarHUTHBIE I10JIA ,He(beKTOB, BO3HHEKAIOIITHE
TIPX BO3IEHUCTBUY HA ILUIACTHHBI MMITYJIbCA MATHUTHOTO II0JIS IIJIOCKOTO MHIYKTOpa (BpeMs Jei-
crBusi — MeHee 104 ¢). 3anmch MTHOBEHHBIX pPacIpee/eHni MAarHUTHBIX TI0JIEH OCYIIEeCTBIIsIA
HA IIIOaau moBepxHocTH mopsaka 10-3 m2, IpeqiaraemMblii MATHETOMMILYIBCHBIM METOT BKIIIO-
YaJI OIpeieIeHre AMILUTATY/IbI OCHOBHOTO UMITYJIbCA TI0JIs, BPEMEHH €r0 HApaCTaHus, POPMBI Tie-
pernHero u 3aaHero UPOHTOR, & TAKKE AMIUIUTYIbI, BPEMEH! HAPACTAHMWS, YUCIA U TIOMSIPHOCTH
BBIOPOCOB MArHUTHOI'O IT0JIA. AJITOPUTM YYUTHIBAI BHIOODP HAIIPABJIEHUS IIPUIOKEHHOTO IO,
OIIepaly CIIIAYKWBAHVS, BHIUKC/ICHNS, BBIIEICHU TI0JE3HOT0 CUTHAJIA U PACIIO3HAHUS 3aIld-
CaHHBIX HA MATHUTHOM HOCHUTEIE [IAHHBIX O jAedeKrax ¢ aHanu3oM 3asucumocrein U(?).
PaspaboraHHblii TOIX0/1 TO3BOJISIET CYIIIECTBEHHO IOBBICUTH TOYHOCTD M CKOPOCTH KOHTPOJIA J1e-
(hbeKTOB CIUIOMIHOCTHU B 00BEKTAX U3 [Ua- U MAPAMATHUTHBIX METAJIIOB.

Kirouesnlie cirosa: I[e(beKTI:I; MaFHI/ITOHMHyJIBCHI:Iﬁ KOHTPOJIb; MATrHUTHBIH HOCHUTEJIb, THha- u
IIapaMarHuTHbIE MeTaJlJIbI.
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Experimental time dependences of the electric voltage U(#), taken from the induction magnetic head when
scanning it with a magnetic carrier with magnetic field records of artificial defects of the integrity (slits)
with a width of (1.0 — 10.0) X 10 m in aluminum plates from 1.5 x 10 to 2.0 X 10-3 m are presented.
On the magnetic carrier the magnetic fields of the defects that occur when aluminum plates are exposed
to a pulse of magnetic field of plane inductor (action time of about 1.0 X 10~ sec). Dependences of U(¢) for
different depths of bedding of the defects and thickness of the layer of the material above them in the spec-
ified ranges of influences are obtained. In this case, distributions of instantaneous magnetic fields are re-
corded on the surface area of objects of the order of 1.0 X 103 m? with a resolution in the measurement
plane of 1.0 X 108 m2. The novelty of the method consists in determination of the amplitude of the main
pulse of the field and build up time, the shape of the leading and trailing edges, as well as the amplitude,
build up time, the number and polarity of the outliers of magnetic field, direction of the applied field, oper-
ations of smoothing, calculation, separation of the useful signal and operations of recognition of the defect
information recorded on the magnetic medium with analysis of the dependences U(¢). The developed
method for controlling objects from electrically conductive materials makes it possible to increase several
times the accuracy and speed of the control of the integrity defects in diamagnetic and paramagnetic
metals.

Keywords: defects; magnetic-pulse control; magnetic carrier; diamagnetic and paramagnetic metals.

Brenenue KOHTPOJIA TOJNIIAHBI METANIMIECKAX MMOKPHITHH HA

MarsuTorpadus — OTMH W3 METOOB KOHTPOIS Pa3HBIX OCHOBAX HMCIIONb3YIOT KAK TOYEYHbIE, TAK W
I[e(beKTOB CILJIOIIIHOCTHY B CbeppOMaI‘HI/ITHbIX Mare- IIJIEHOYHBbIE Hpeoﬁpa30BaTeJII/I MArHUTHOTO IIOJd, a
pHuanax — B HACTOsAIIee BpeMs MOMyYuIa JanbHei- TaKxe MarpuiHble natauku [7, 8]. Bemyrcea uccre-

mee passurue [1 —6]. Tak, B mociemHme rogsl Aisa JOBAHUA II0 W3YYEHWIO IT0JIeH IPOBOAAINNX M Ha-
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MAarHUYHBAOIIMXCSA [TAPOBBIX BEIYEHUH B HEMAT-
HUTHOH cpene [9, 10].

BuxpeToKoBBIi METO/ TT03BOJISIET OCYIIECTBIISITh
KOHTPOJb JIe(PEeKTOB CILIOIIHOCTH, YAEIbLHON 3IIeK-
TPOIIPOBOJHOCTH, MATHHTHON IIPOHUIIAEMOCTH U
TOJIIIWHBI CJIOEB C JOCTATOYHO BBICOKOM TOYHOCTHIO
(emuuwuITBI U o mporenTa). OgHaKo OH UMeeT Psf
CYIIIECTBEHHBIX HEJOCTATKOB, CPEIW KOTOPBIX 3HA-
YHUTEIbHAS POHOJIKUTENIHHOCTh CKAHUPOBAHUS TI0-
BEPXHOCTH KOHTPOJIHMPYEMOTO O0BeKTa (IpH STOM
pasperienre B IIJIOCKOCTH ITOBEPXHOCTH HEBBICO-
KOe), 3aBHCHUMOCTDb OT KPaeBbIX 3(P(PEKTOB, HE0OXO-
IUMOCTDH BBbIIEJIEHUs IIOJIE3HOIO CHUrHAJA, T.e. OT-
CTPOHKH OT moss hoHA, A 4ero TpebyeTcsa O4eHb
BBICOKAs TOYHOCTH YCTAHOBKM IIpeobpasoBaTelis
npu CKaHWUpoBaHuU. Kpome TOTO, BUXPETOKOBBIM
METOOM HeJIb35i AHAJU3UPOBATh MIHOBEHHbBIE pac-
IIpeJieJIeHNs MAarHUTHBIX II0JIe Ha 3HAYUTEIbHOU
MTOBEPXHOCTH.

Takum o06pasom, MOTPEOGHOCTH B METOHAX KOH-
TPOJISA, JAIOIUX BO3MOKHOCTD OIIPEIEISIThH CBOUCTBA
00beKTa Ha GOJIBIION ILIOMIALH €r0 ITOBEPXHOCTH 3a
KOPOTKHU IIPOMEKYTOK BPEMEHHU C BHICOKMM paspe-
IIIEHWEeM B IUIOCKOCTH H3MEPEeHHWsS W II0 TJIyOuHe,
oueBHIHA. BMecTe ¢ TeM MeTOXbI SOJKHBI OBITH U
AKTHUBHBIMU, W ITACCUBHBIMH (ITO3BOJIATH HCIIOIb30-
BaTh IOJIA UCTOYHUKA MPUMEHSIEeMOTro IpeodpasoBa-
TeJs W AHAIU3UPOBATH PACIIPEIEIeHU MATHUTHBIX
TIOJIEH, CO3IaHHBIX APYTUM UCTOYHHKOM) [11 — 16].

Ilenas paborbl — paspaboTKa MeToma MarHHUTO-
HWMIIYJIbCHOTO KOHTPOJIA HIe(PEKTOB CILIOIIHOCTA B
00BbEeKTaxX M3 AIIOMHHUA C ITOMOIILI0 MATHHTHOTO
HOCHTEJIS.

Metoanka 1 0o60pymxoBaHHe

Hccenemosanu mosist ned)eKTOB CILUIOIIHOCTH B CO-
CTaBJICHHBIX M3 AITIOMHAHUEBBIX ILIACTAH O0OBEKTAaX,
BO3HUKAIOIIUE IIPH BO3IEHCTBHH HA HHUX OJUHOY-
HBIX HUMITYJILCOB MAarHUTHOIO IOJS C BbIOpOCAMH U
6e3. Bpems Hapacramus UMITyJIbCA MEHSJIOCH B WH-
repsane (1,5 -100) - 106 ¢. Janaple mo momaM 3a-
MHUCHIBAIN HA MATrHUTHBIA HOCHTEIb. KOHTPOIb OCy-
[IECTB/ISJIM HA 3HAYUTEIHLHON IUIOMIAAM II0BEpPX-
HOCTH O0OBEKTa C BBIJEJCHHEM II0Je3HOTO CHTHAIIA
U3 IIOJTHOTO W OTCTPOMKOM OT curHaia (oHa.

3anpcy HAa MATHUTHOM HOCHTEIE CUUTHIBAIKA
MAarHUTHOM rojioBKoi. CUrHambl nedeKToB BhIIes-
JIA IyTeM CPaBHEHWs II0JyYEeHHBIX 3aBHCHUMOCTEH
SJIEKTPUIECKOTO HampssKeHus ot spemenu U(f), co-
OTBETCTBYIOIIIUX OIpPEeIeIeHHLIM y4acTKaM Ha II0-
BEPXHOCTH, C TeCTOBbIMH 3aBucumocTamu U(f) mis
STANIOHHBIX OesmedekTHBIX oOpasmos. llamee U(¢)
nepesoguau B U(x), rme x — KoOpaWHATA TI0 TUHUH
cKaHupoBauusi. Bpemenu passepriu ocruimorpadga
(1 mc) coorBercTBOBANO paccrosuaue 1,1 - 1072 .

HCToYHME IIepBUYHOTO MATHHUTHOILO IIOASA —
ILUIOCKMHM HHIYKTOP C IUIOMIAABI0 pabodel IOBepx-
HOCTH 0K0JI0 1073 M?2. 3aBHCHUMOCTH TOKA MHAYKTOPA

Puc. 1. Obpaser; u3s amomunusa ¢ gedexramu I — 3 B Buie
npopeseit (4 — 5 — TUHUU CKAaHUPOBAHUSA)

OT BpPEMEHM OIPeNessalu IIyTeM HM3MEpPEeHHS DJIeK-
TPUYECKOT0 HAMNPSIKEHHUT, CHHMAEMOrO0 C U3MEPH-
TEJIBHOTO COIPOTHUBJIEHUA HCTOYHHKA MATHHUTHOIO
mons (IMamasoH W3MEHEeHHs HAIPIKEHHOCTH Iep-
BHYHOTO MAarHuTHOro mois — (2 —50) - 103 A/m).
HsMmepenus IpOBOAUIN B OTPAKEHHOM MMILYJIBCHOM
MATHHUTHOM IIOJIE.

IIpepmaraemblii MeTO IIO3BOJIAET 3AMHCHLIBATH
JAaHHBIE II0 IOJISAM Oe(EKTOB OITHOBPEMEHHO I
3HAYUTEIbHBIX IUIOIIAZed MOBEPXHOCTH 34 BpeMs
nopsazaka 10~* ¢ u ocylecTBIATE KOHTPOIb 00BEKTOB
C BBICOKHM paspelleHueM (ILIOAgb OLHOTO JJIe-
MEHTA MArHUTHOTO HOCHUTENIS IIPH PA3JIOKEHHH B
pactp — 1078 Mm2).

PesynabraTsl u o6Cy:kaeHHE

Ha puc. 1 npexncrasien obpasern ¢ mederramu
1-3, cobpaHHBI W3 YETHIPEX IUIACTAH AJFOMH-
Hua (obmas TommuHa obpasna — 2,8 - 1074 m). INmy-
O6wna sameranus med)eKToB (IIpopesei) cocrasisaia
3,5 105 M (momoBHMHA TOMIMMHBI IaacTuHb!). 1lu-
puHa MeHanach B guamnasone (1,0 — 10,0) - 1072 m.

Ha puc. 2 mokasana 3aBUCHMOCTH 3JIE€KTpHUE-
CKOTO HampsixeHus oT Bpemenu U(f), cHaTas ¢ uH-
IYKIIMOHHOW MATHUTHOHM TOJIOBKM (IIJIacTHHA C Je-
exramu I — 3 pacmosno:keHa CBEpPXy, JUHUA CKAHH-
poBauus — 4, cMm. puc. 1). Bpems napacranus um-
myabCcoB cocrasano 3,0 - 1070 c.

Bugwo, 9T0 aMIIIUTy IbI CHTHAIOB TOJIEH Jiepex-
TOB BbIpocau ¢ ~1,5 mo ~8,0 MB. IIpu sTom makcu-
MaJIbHBIN cUTHAI (poHA ymeHbimica ¢ 15 go 5 mB.
WubiMu cioBaMu, OTHOIIIEHWE CHUTHAJ — IIyM BO3-
pocmo B 15 pas.

Benmunnb! curuamos meeKTOB HA Pa3HOU TJIy-
OuHe WX 3aJIETAHUS OIpPEeIsiv, TepeMelas mia-
CTHHY C medpeKTaMu BHU3 00pasia.

Ha puc. 3 mokazaubt 3asucumoctu U(¢) mis riry-
6uH 3aneranusa gedexros 1,05 - 104 u 1,75 - 104 ™
(wractuHa ¢ fedeKTaMu BTOPas U TPEThI CBEPXY CO-
OTBETCTBEHHO, CM. puc. 1).
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Puc. 2. 3asucumoctu U(¢) mns ciaydaeB BO3MEHCTBYIOIIUX
HMMILYJIHCOB MArHUTHOTO T0Jist 6e3 obpaTHoro BeiOpoca (a) u ¢
BBIOpOCOM (6)

Anamusupys sasucumoctu U(t), momydunu npu-
OnmKkeHHyI0 (QOPMYJIy IJIf OIIPEIeIeHHs AMILIH-
tyasl U, curnana nedekra, 3aerailero Ha riayou-
He h:

U, (=22
(0,35 + h)?

Ha pwuc. 4 npexncrasmenst 3aBucumocts U, (%),
CHATAA C WHAYKIIMOHHOW MATHUTHOMW TOJIOBKH IIO
JIMHUU CKAHUPOBAHUA 5 C CUTHAJIAMU TIOJIe nedek-
ToB 1 — 3 (cm. puc. 1), u 3aBucumoctb Uy(t), cooTBeT-
cTByMoIas 1moar0 (oHA W TOoAydyeHHAs Ha Oesme-
dexTHOM yUacTKe mcciemyeMoro obpasima (oHa Mo-
3KeT OBITh TaKKe PacCIuTaHa TEOPETUIECKH). SaBHU-
cumocts Us(t) — pesynbrar BhrautaHua Uy(t) us
U,(#). Bugmo, aro ua Us(f) curHaabl OTIIEYATKOB II0-
set med)eKTOB BhIIEJIEHbI TOUHEE.,

TounocTh KOHTPONS Me(PEKTOB CILIOIIHOCTH B
3JIEKTPOMPOBOAAIINX 00bEKTaX 3HAYUTEIHHO TOBBI-
IIAEeTCA TaKKe B Caydae IPUMEHEHU OIpeIeIeHHO-
r0 AJITOPUTMA PACIIO3HAHUA 3aIHCEH HA MATHUTHOM
HocuTese. Tak, mpu HECOBIAMEHHW MOMEHTOB 3a-
IyCKa PasBepPTOK MOJHOTO CUTHAIA U (DOHA CIeAyeT
IIEPEMECTUTh UX 3aBUCHUMOCTH JPYT OTHOCUTEIHHO
Ipyra o OCH BpeMeHH, IpeBApUTEIbHO 3a(pUKCH-
poBaB mapaMeTpbl MCKOMbBIX CHUTHAJIOB IIOJIEH [e-
(ekToB, BKIOYAT UX MUHUMAIHHYIO pacCMaTpuBae-
MYI0 aMILTUTYAy. Bce 3T0 MOKeT OBITH OCyIecTBIe-
HO C IIOMOII[bI0 KOMITBIOTEPHOH [IPOTPaMMBbI UIH BH-
3yaIbHOTO aHaJIK3a oIepaTopa.

[Tonss meexTOB ¢ MATHUTHOrO HOCHUTENd (MM
C APYyTUX HATYNKOB MATHUTHOTO ITOJISI) MOYKHO BH-
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Puc. 3. 3asucumocru U(t) npu riaybune sameranus gedex-
T0B1-31,05-10%(a)u1,75 - 104 M (6)

3yaau3upOBATh IIyTEeM IIOJy4eHUs PACTPOBOTO HM30-
OpaskeHus He TOJbKO C IIOMOII[bI0 MATHHUTHOH TO-
JIOBKH, HO M C IIOMOIIBI0 ILIOCKOCTHBIX IIpeobpa-
30BaTeiel MATHUTHOTO IT0JIS (MATHHUTOOITUYECKOH
IUIEHKH, ILIEHOYHBLIX (DJIIOKC-IETeKTOPOB MU Jp.),
paboTaroIinux B pe:ruMe, 6;IU3KOM K peaibHOMY Bpe-
MeHu (T.e. BpeMeHHU [IEHCTBHS HMILyJIbCA IO —
10%c).

llanmee wcciemoBajy MAaCCHBHBIM o0Opaser us3
amoMuHES TommuHOH 8,0 - 1073 M ¢ HCKyCCTBEHHBIM
nederrom (1) B Bue kaHaBKu riaybunoin 5,0 - 104 u
mupuHoi (2,0 — 5,0) - 1074 m.

CurHajbl mojied IOBEPXHOCTHOIO U IIOIIOBEPX-
HOCTHOTO JIe(DEKTOB C PasJIWYHBIMHU IIyOMHAMH 3a-
JleTaHWUs TpPUBeNEeHbI Ha puc. 5. Buawo, uro amiiu-
TyJa CUTHAJIA MMoJd Jed)eKTa ¢ YBeJIundYeHueM Iryou-
HBI yMeHbIaercsa (¢ 8,5 o 3 mB).

IIpubnuxenuo ammmuryny curnamna U,,; nedex-
Ta, 3aJIerallero Ha riryouHe A, IJid cirydas MacCHB-
HOT0 00bEKTa MOJKHO OIpPENeIuTh Mo hopMyJIe:

190

U  (h)=——""_,
() (2,5 +h)2

3akJIroueHue

Takum o6pasoM, 10 CPABHEHHIO C TPATUIIAOH-
HBIMH IIOIX0JaMHU Pa3paboTaHHBLIA METO| JAeT BO3-
MOKHOCTh KOHTPOJUPOBATH MTOBEPXHOCTHBIE U IIOJ-
ITOBEPXHOCTHBIE Ae(EKThI CIJIOIIHOCTH B 00BEKTax
13 (PEPPOMATHUTHBIX MATEPHAIOB C 3AIIKCHI0 MTHO-
BEHHBIX pacIpeeIeHui moei nedeKToB Ha 3HAYK-
TeIbHOU (B HECKONBKO KBAJPATHBIX CAHTHMETPOB)
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Puc. 4. 3aBucumoctu U,(t) ¢ curnamamu momnei nedekrToB
1 -3 u Uy(?), coorBercrByomas oo ¢oHa (a), ¥ uX pasHo-
crHaa 3aBucuMocts Us(t) (6)

IUTOIAaU TOoBepXHOocTH. IIpm sTOM MMHHMAaNBHBIN
pasMep HOAIIOBEPXHOCTHOIO JAeeKTa OmpeaessieTcs
JIUHEHHbIMUA pasMepaM MarHUTHBIX 4YaCTHUI[ HOCH-
Tesis (B HAIIEM Ciydae OH cocTaBisaia meHee 1074 m).

Ananus mony4YeHHBIX 3aBUCUMOCTEHN dIeKTpude-
cKoro HampskeHus ot Bpemenu U(f), CHATBIX ¢ HH-
IYKIIMOHHON MarHUTHOM TOJOBKH, CKaHUPYIOIIENH
MATHUTHBIH HOCHTEH C 3aIUCIMU oJei 1ed)eKTOB
dona, mokasam, 4To MPHUOIMKEHHBIE 3aBHCHMOCTH
aAMILIUTYy bl HAIIPAXKEHHUSA OT I‘JIy6I/IHbI 3ajieraHusd
neeKTOB MOIKHO IMPEICTABUTH B BHAE IMIPOCTHIX
AHATUTUIECKUX (PYHKITHH.
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OIIPEJIEJIEHUE CTEIIEHHU IIOJIMMEPHUSAIINN MATPHUIIbI
IIOJIMMEPHOT'O KOMIIOSUIITMOHHOI'O MATEPHAJIA
YJIBTPASBYROBBIM METOOM
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IIpencrapnensl pe3ynbTaThl ONPENENeHNs CTENeHH MOIUMEPHU3Allid MATPHUIILI [TOJIMMEPHOTO
rommosurronuoro marepuaia (IIKM) masepHo-akycTHIECKHM METOLOM YIBTPA3BYKOBOTO KOHT-
poms. Hcenenosanu obpasupt [TKM, npuMeHseMbIx Ui H3TOTOBJIEHUS WHTETPAIBHBIX KOH-
crpykumi. [Tokasamo, 4T0 IpeBbIIIEHNEe AOILyCTUMOM CTEIIEHH IOIUMEePU3AIiH I0A(hOPMOBaH-
HBIX 3arOTOBOK IIPUBOJUT K CHIKEHHIO IIPOYHOCTH COENUHEHUS HIIEMEHTOB KOHCTPYKIMH U He
[103BOJIsIET TPU (POPMOBAHUY MOJIYYUTH TPeOyeMy:o (hopMy U reoMeTpHYecKrue pasMephl Usze-
susi. Mlcronb30BaHbl MPHHIMITHATIBLHO HOBBIE TAPAMETPhI AUATHOCTHKH, KOTOPhIE XapaKTepusy-
I0TCSI BBICOKOM TOYHOCTBIO OIIPENEIEeHNUS U JOCTOBEPHOCTHI0. [ IPOrHO3UPOBAHUA PEKIMOB
OTBEPIKIEHIS 00Pa3IIOB C 3aJaHHBIMU 3HAYEHUSIMU CTEIIEHH [TPEBPAIIeHNs AHATU3UPOBAIN KH-
HETHUKY peakuuu MeronoM audepeHInaIbHOM CKaHUPYIOIEH KAaJOPUMETPHUH. JKCIIEPHUMEH-
TaJbHbIE PE3yJIbTATHI IS PACieTa KMHETHIECKUX MapaMeTpPOB MOIyJYald Ha TePMOAHATIHTIAYE-
cxom romriexce DSC 1 (Ilseitriapus). Kunermaeckre mapaMerps! IPoIeccoB IOIHMMEPHU3AIIH
¥ CTEleHb OTBEPJKIEHUS CBA3YIOIIEro B IUIACTUKAX OIPEAEIIAIN 110 TeIIoBoMy 3 (eKTy peak-
1y, Y CTaHOBJIEHO, UTO IIPH OIIpeieieHny cTereHu nonumeprsanuy marpuiibl [IKM ynbsrpassy-
KOBBIM METOZIOM (JIa36PHO-aKyCTUYECKIM CII0COO0M BO30YIKIEHUS YIbTPA3BYKOBBIX KOJIEOAHMET)
[IPOU3BEAEHNe 0CIA0IeHNUs JOHHOTO CUTHAJIA IPOJOJILHBIX YIBTPA3BYKOBBIX KOIIEOaHUI HA Bpe-
M [POXOKIEHUST CUTHAJIA B IPAMOM M OOpATHOM HAIPABIEHUSIX U SHEPTHIO CTPYKTYPHOTO
IIlyMa, [TO3BOJIAIOIIYI0 YIECTh IIOPHUCTOCTh MATEPHAIA, MOKHO HCIOIB30BATh B KAYECTBE HATIEHK-
HBIX IAPAMeTPOB AuarHocTUku. IIperoeHHbIH MeTox obecredrBaeT 6OIBIITYI0 TOYHOCTD OITpe-
JIeJIeHUsI TI0 CPABHEHUIO C IPYTEMHE CII0CO0AMY KOHTPOJIS CTEIIEHH TI0IMMEPH3aAIIHH.

KaroueBsie cioBa: moinvMepHble KOMIIO3UIMOHHBIE MAaTEPHANbl; UHTErPabHbIE KOHCTPYK-
IIUY; CTelleHb ITOTUMEepPHU3aIuy MaTPHUIIbl; YIBTPa3ByKOBOU METO/I.

DETERMINATION OF THE POLYMERIZATION DEGREE
OF THE MATRIX OF POLYMER COMPOSITE MATERIAL
USING ULTRASONIC METHOD

© Victor V. Murashov®, Valery M. Aleksashin, Konstantin S. Mishurov

VIAM, Moscow, Russia; * e-mail: admin@viam.ru

Received June 19, 2018. Revised February 22, 2019. Accepted February 25, 2019.

The results of studying the efficiency of the laser-acoustic method of ultrasonic testing in determination of
the degree of polymerization of the matrix of polymer composite material (PCM) are presented. We have
studied the PCM samples used for manufacturing integrated structures. It is shown that excessive degree
of polymerization of the preformed blanks leads to a decrease in the strength of connection of the struc-
tural elements and precludes obtaining the desired shape and geometric dimensions of the product. We de-
veloped fundamentally new diagnostic parameters, which are characterized by high reliability and accu-
racy of determination. To forecast sample curing regimes with given values of the degree of transforma-
tion, the reaction kinetics was analyzed using differential scanning calorimetry. Experimental results used
for calculation of the kinetic parameters were obtained on a thermoanalytical complex DSC 1 (Switzer-
land). The kinetic parameters of polymerization and degree of binder curing in plastics were determined
by the thermal effect of the reaction. It is shown that when determining the degree of polymerization of a
PCM matrix by an ultrasonic method (laser-acoustic method of exciting ultrasonic vibrations), the product
of attenuation of the bottom signal of longitudinal ultrasonic vibrations by the signal round-trip time and
energy of the structural noise (thus taking into account the porosity of the material), can be used as reli-
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able parameters of diagnostics. The proposed method provides higher accuracy compared to other meth-
ods used for control of the degree of polymerization.

Keywords: polymer composite materials; integral constructions; degree of matrix polymerization; ultra-

sonic method.

BBenenune

HapesxHocTs u3nenuii aBHAIMOHHON TEXHUKH
TIpeskie BCero ompejenaeTrca WX KadecTBoM [1, 2].
s BoIABIeHus me)eKTOB, HAIPHUMEP, B HETAJAX
W3 TIOJMMEPHBIX KOMIIO3UIIMOHHBIX MATEPHUAIIOB
(ITKM) u B MHOTOCTIOMHBIX KJIEEHBIX KOHCTPYKIIHIX
[3 — 10] mIupoKo IPUMEHAIOT aKyCTHIECKHNE METOIbI
KOHTPOJISA: METOIbl OTPAKEHHUA (3X0-METO, peBep-
OepallMOHHbBIN) U IIPOXOMKIEHUSI (TEHEBOH, BEIOCH-
MEeTPHYECKHH, peBepOepaliiOHHO-CKBO3HOM), MMIIe-
IaHCHBIE METOObI M METOAbI COOCTBEHHBIX KoJeba-
Hul (CBOOOTHBIX M BBIHYKIeHHBIX) [11 — 20].

B macrosimiee BpemMs TeXHUIECKYIO TUATHOCTHKY
IIKM mpoBomsT IyTeM OIleHKH (PU3HUYECKHX CBOMCTB
¥ COCTaBa MaTrepuajaa, TaKk KaK TaKue Xapakre-
puctuku [IKM, Kak 1mioTHOCTH, IIOPHUCTOCTD, COIEP-
JKaHWe apMUPYIOIUX BOJOKOH, MTPAIOT OIpPeesis-
IOIIYIO POJIb JJIsi OOecIiedeHnsi HeoOX0IUMOTO YPOB-
HA YOPYTOMPOYHOCTHBIX CBOUCTB U3AEIUA TIIPU
KPAaTKOBPEMEHHOM CTATHYECKOM H OCO0EHHO IIpU
IUIATEIFHOM CTATHYECKOM U JUHAMUYIECKOM Harpy-
sxeHnax [21 — 26].

OTKI0OHEHNE B COCTABE B 3HAYUTEIHLHOM 00beMe
MaTepuajia MPUBOAUT K CYI[ECTBEHHBIM H3MEHEHH-
AM XapaKTePUCTHUK IIPOYHOCTH, YIPYTOCTA H DKC-
IUIyaTaAlMOHHON HaMeKHOCTH MOHOIUTHBIX I[TKM
[27, 28], a mpeBbIIEHHE [TOIYCTUMOH BEIWIUHBI
CTETIeHN OTBEP:KIEHUA — K CHHKEHWIO IMPOYHOCTH
nHTerpanbHoi KoHCcTpyKiuu (MK) B 30He coemume-
HUA 31eMeHToB [29]. BMmecre ¢ TeM mocraTo4HO TOU-
HBIH M JTOCTOBEPHBIH HepaspylIaIUil MeTOI KOH-
TPOJIsi CTEIEHM ITOJIMMEPU3AIUYA MATPUIIBI B 3aro-
TOBKaX M KOHCTPYKIIUAX U3 CTEKJIO- U yTJEILIaCTH-
KOB B HacTosIee BpeMsa orcyTcryeT [30 — 33].

Ilens paborel — paspaboTKa MeToma ompezese-
Hus crenenu monumepusanuu ITKM snasepHo-aky-
CTHYECKHUM CII0CO00M YJIbTPa3BYKOBOI'O KOHTPOJIS.

Metoanka 1 o60pymxoBaHHE

CremneHb IONMMEPU3AIUNA MATPHUIILI OMPeIess-
JIM METOLOM SKCTPATMPOBAHMS KPOIIKH WA CTPYIK-
ku ITKM B kumsamem pacrsopuresne (areroHe C I0-
OaBireHueM STHIIOBOrO crimpra) [34]. JlnurenbHOCTD
IpoIfecca SKCTParupoBaHus cocrasiaia 1 — 2 cyT.

Kuneruky mpoirecca moauMepH3aIlul HCCIENO0-
Banu MeTonoM audpdepeHITnaIbHON CKAHUPYIOIIeH
ranopumerpuu ([ICK), nma gero ucmonb3oBaiu Tep-
moauamutuueckuin kominieke DSC 1 (Illsetinapus),
MO3BOJIIONIMI OIPENeIaATh KHHEeTHYECKHEe IIapa-
MEeTPhl ¥ CTEleHb OTBEP:KICHHUS CBSA3YIOIIEro B
IIKM mo reroBoMy spdeKrTy peariuu. JKCIIepH-

MEHTa/IIbHbIe 00pAasIbl CO CTEIEeHbI0 II0JUMepPH3a-
muu 5 — 95 % nonxydanu myTeM BapbUPOBAHUA TEM-
TepaTypHO-BPEMEHHOTO peskuMa (DOPMOBAHUSA YIJIe-
maactukoB.  Anammsupyembie  meromom  J[CK
o6pasiipl Harpesasu B uatepBane 25 — 300 °C ¢ pas-
muuHbIME cKopocTaMu (Meron OsaBbl — PauHHA —
Yonna). Pesymprarhl 006pabaThiBamu C MOMOIIBIO
nporpamm Peak separation m Thermokinetics 3.1
(NETZSCH).

Ilo momy4yeHHBIM HAHHBIM, OIPEXENNB KHHETH-
YecKHe IapaMeTpbl PEeaKIIMH OTBEP:KIeHUA CBIA3YIO-
I[[eTO, CTPOWJIN W30TEPMBI CTEIeHU IIPEeBPAIeHUT,
KOTOPYI0 PACCUUTHIBAIN KAK MPOIEHTHOE OTHOIIIE-
HYe CHUKEHHS TeILIOBOTO a(ppeKTa peakiuu K uc-
xomHoMy 3HaueHwuio [38]. IlomoaHuTeNBHO ompene-
JISAJTH COMEePIKAaHNe TeIb-(PPaKIIAN, UCIIOIb3Ys METO]]
SKCTParupOBaHUA.

ITapameTpnr hopMoBaHusa 06PA3IOB MONOUPATIH
C WCIOJb30BAHWEM W30KOHBEPCHOHHBIX KPHUBBIX
[39], mpencraBiasOIUX COO0H TeMIIEpaATypPHbIE 3a-
BHCHMOCTH IIPOIO/LKUTEIBHOCTH BBIIEP:KKH, HE00-
XOJUMOH JJIsT JOCTHUKEHUA 3aIaHHON CTEIeHH TI0JIH-
mepusaruu (puc. 1). IlogobHbIe AUATPAMMBI CTPOH-
JIH 7151 00pAasIioB PasHOro COCTaBa.

O6pasisl U3 yriemacTukoB Mapok KMY-45-2u,
KMY-75 u KMY-115 pasmepom 100 X 100 X 4 mm
C Pa3IMYHOU CTEIEHbI0 OTBEPIKIEHUS MATPHIIBI U3-
TOTABIWBAIIM W3 3arOTOBOK HA THAPABIHIECKOM
mpecce ¢ ycunueMm 10 T mpum TeMmIeparypax U BbI-
IEPIKKaX, HAWIEHHBIX 10 KUHETHYECKHM KPHUBBIM
OTBEp:KIeHUs (3arOTOBKH IIOJIy9add I[yT€M IIPO-
muten  cBasyomumu  (OH®B-2m, BC-2526k,
IIT-69H) yraepoxguoit jgentsl IJIYP-II Ha ycra-
moBke YIICT-1000). YuuTbiBasg, 4TO HAWOOILIIHA
WHTEPEeC BbI3bIBAET OIpe/ielleHre CTeIeHH II0JIMMe-
pU3anMH MaTPHUIGI HA HAYAIBHOU CTAAWM TIPOM3-
BOJICTBA, OOJILIIMHCTBO 00PA3IIOB HMMEI0 HHU3KYIO
crernens nojgumepusanun. M3 xaxmon mapru [IKM
u3roToBmm 1o 150 mTyK BSKCIEepHMEHTaTIbHbBIX
06pasIos.

PesyasTaTsl B 00Cy:KAeHHE

Ha puc. 2 npuBemeHa 3aBHCHMOCTb IPOYHOCTH
IIpH CABUTE B 30He coenuHenus sinemenToB UK or
crenenu mojumepusaruu marpuitbl [IKM. Bummo,
YTO C POCTOM CTEHEeHU MOJIUMEPHU3AIUH ITPOYHOCTH
mnajgaer.

IIpu pasnuaHOM cTeleHn MOIuMepPU3aIuu pop-
mupyiorea crpykrypbl ITKM, xapakrepusyroruecs
Pa3HbIM YPOBHEM CIITUBKHU HOJHUMEPHOTO CBA3YIOIIE-
ro. IIpu sTom ympyrue u HEyIpyTrue CBOMCTBA, CBA-
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Puc. 1. TemmeparypHble 3aBUCHMOCTH BPEMEHH OTBEPIKIE-
HUA IPU 3aJaHHBIX 3HAYCHUAX CTEIICHHU IIOJINMEPHU3AIIHT

3aHHBIE CO CTPYKTYPOH Marepuasa, OIPenessioT
CKOPOCTh PAaCIPOCTPAHEHWSI ¢ W 3aTyXaHue O yiib-
Tpa3BYKOBbIX Kojebauuii (Y3K) mpu ux mpoxoxme-
HUY B YIJIEILTACTHEE.

Bwmecte ¢ Tem mpu mocroaHHO# TOMIHEE A 00-
PasIOB BMECTO CKOPOCTH ¢ MOKHO M3MEPATH BPEMs
At npoxoxnenusa umiynbca ¥ 3K mo Tonmune mare-
puasia B IPAMOM ¥ 06paTHOM HAIPABIEHUAX, 8 BMe-
cTO 3aryxaHusa § — ocimablieHue CUrHATA, PABHOE
OTHOIIEHU0 aMIUTATY Ay/A; (A, Ay — aMILIUTy b
JIOHHOTO ¥ 30HIUPYIOIIET0 UMITYJIbCORB), YTO CyIIeCT-
BEHHO IIPOIIIE.

Ha puc. 3 npencraBiena BpeMeHHAs pa3BepTKa
CUTHAJIOB, CHATAA C MOHHUTOPA JIa3ePHO-YIbTPa3BY-
roBoro mpubopa Y JI-2M [35 — 37], koropas uiwizo-
CTPHUPYET IPOXOKIEHNE MMILYJIHCOB 110 MaTEPHAIY
oowverra korTpoaa (OK).

Hnsa ompeneneHus CTEEHH ITOJIUMEPU3AIUN
IIKM wucrronb3oBaiu mapamerp

1
b=—, 1
2 (1)
roe d = 1412/}:40 — ynenbuoe ocinabnenne Y3K; ¢ =

= 2h/At — cropocts npoxo:xnerus ¥ 3K mo Tommu-
He MaTepuana; h — TOJIINHA MaTepuaa.
ITocne moxcranoBKM UMeeM
_2hAAt A,
2hA, A

b At, (2)

T.e. ITapaMeTrp b paBeH MPOU3BENEHUI0 BEITHUYUHBI,
xapakrepusymoiiei ocrabiaenne Y3K, u Bpemenu
IIPOXOsKAEeHHUA curHana. Ero paccuurhiBanu mo pe-
3yJabTaTaM HaXOKIEHUd IEPBUYHBIX MapaMeTPOB
nuaraHocTurn (Ay/A,, Ab).

Cremnenpb mosuMepH3anuu 3 ONpenenann ¢ Hc-
MONIb30BaHMEeM TpaduKa KOPPEIANHOHHON CBA3U
mapameTpa b u 3 mpu HHU3KO#M IOPHUCTOCTH MaTepua-
ada (V;<1%) wnum 1o ypaBHEHUIO 3TOH CBS3HU:
B = o).

YcranoBuin, 4TO MPU YBETUYEHUN CTEIeHU II0-
AUMepHu3anuyu MaTepHala IepBUYHbIE IIapaMeTpbl
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Puc. 3. BpemeHHOI Tpek CHTHAIOB, IPOIIEAIINX II0 Mare-
puany OK: 1 — umMmysibe (aMIUIATYI0M A) ONTHKO-AKyCTHYE-
CKOro TeHepaTopa; 2, 3 — 30HAUpyoIHH (aMIIuTynoi A,),
orpaskeHHbIi oT BepxHei nosepxHoctu OK, u mouubrii (am-
IWIATYON A;), OTPAIKEHHBIH OT MPOTHUBOIIOIOKHON CTOPOHBI
OK, uMmnynbcenl; 4 — CTPYKTYPHBIH IIyM, BO3HUKAOIIUH IpU
OTpaXeHUHW OT HEOZHOPOJHOCTEH CTPYKTYphI MaTepuaia
(IIpeuMyIIeCTBEHHO OT TI0p); 5 — y4acCTOK, HA KOTOPOM OIIpe-
IeNII0T HOPMHPOBAHHYIO SHEPTHI0 W CTPYKTYPHOTO IIyMa,
2At — BpeMs IPOXOKEHIUI CUTHAJIA TI0 TOJIIIMHE MaTepruasa
B IIPSIMOM ¥ 00PATHOM HAIIPABIEHHUIAX

CHIXAIOTCA, & IIPU yYMEHBIIEHWH — pPacTyT, a ux
IIpou3Be/ieHrue YyCU/JINBAET 9T U3SMEHEHU .

Ha pesynbrarbl KOHTPOJSA BJIHAIOT TOJIIHHA,
mwroTHoCcTh, coctaB IIKM wu ocobemHo ero moprc-
TocTh. IloCKONMBKY KomebaHusa cocraBa (TouHee —
COOTHOIIIEHUs MaTpUIbl K HaHOJIHI/ITeJIH), KaKk Hu
ILUIOTHOCTH (B TOM YACTH, B KAKOM OHA OIpPeIeisieTcs
M3MEHEeHWeM COCTaBa, a He MOPUCTOCTH), He3HAYH-
TENbHBI, 9TH XAPAKTEPUCTUKH MAaJi0 CKA3bIBAIOTCS
Ha pe3yJabTaTax KOHTPOoJisd. UTo KacaeTcs TOJIUHEL,
TO OHA JOJLKHA OBITH CYIECTBEHHOH (> 3 MM), 4TO-
Obl pe3yabTaThbl KOHTPOJA OBLIN IOCTOBEPHBIMH.
B wmamem ciyuae o0pasibl MMeNIH TOJIIIHHY 3 —
6 MM.

IlopucrocTs MaTepuasa, BIXIONIYIO HA 3aBUCH-
MocTh b = @(f), yunTsIBasu, OUpeness HOPMHPO-
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Puc. 4. CBa3b HOpMUPOBAHHOH SHEPTUHU CTPYKTYPHOTO LIyMa W ¢ 00BEMHBIM cofiepikaHueM 1op V, (@) ¥ aMIUIUTYJHBIH CIeKTP
aKyCTHYECKOro curHasia Ha ydactke 5 (cum. puc. 3) (6) mua oopasua [ITKM KMY-45-2m: 1 — criekTp; 2 — criaskeHHas KpuBas

BaHHYI0 SHEPTHUI0 W CTPYKTYPHOTO IIIymMa, KOTOpas
3aBucur ot crpykTypbl IIKM u TecHo Koppenupyer
¢ mopucroctiio [40, 41]. ITosToMy 3aBUCHMOCTD IJIS
CTEIeHN TOTUMepPHU3aIuy 3 MaTpuilbl IprodpeTaer
Bun [42]:

B =ob,w), 3)
rae
fima
[1S(h =S (H12df
w=lon : (4)
[IEHGLG
Frnin

(S, Sy(f) — crexTpsI pacceaHHOTO B 00pATHOM Ha-
MPABJIEHUN W 30HIUPYIOIIEr0 UMITYJIbCOB; [ — dac-
TOTQ; frnins fmax — TPAHUYHBIE YACTOTHI CIIEKTPAIb-
HOTO JIUATIa30HAa).

CBA3h IIONHOM HOPMHUPOBAHHOU SHEPTHH W
CTPYKTYPHOTO IIIyMa, OMPENeIeHHON C MOMOII[bIO
YIJI-2M, ¢ o0bemMHBIM comep:kanueMm Iop V, u
CIIEKTP aKyCTHYECKOro curHajia 1A obpasma ITKM
KMY-45-2m npencrasinenbr Ha puc. 4. Bumao, uto
cnektp curHana (1) oTanyaercs XapaKkTepHbIMU TTH-
KaMu (OCHUJUIAIUAME), OIPeNeIieMbIMUA CTPYKTYP-
HBIMH IIIyMaMW, CBSI3aHHBIMH C HAJIUYHEM II0p.
Hubivu ciioBamu, IIIyMOBas COCTABJISAIONIAT CIIEKTPA
MOJKET CILY:KUTb MEPOH ITOPUCTOCTU MATEpHUAaa.

TecHOTY KOPPENSIIMOHHBIX CBI3€H IIapaMeTpPOB
IUATHOCTUKN (aKyCTHMYECKMX XApPAKTEPUCTHK) CO
CTEIIEHbI0 IMOJMMEPU3AINH MATPHUIIBl YTJIEIIACTH-
KOB, OIIpeJIeJIEHHOM MeTO[OM SKCTPATHPOBAHUS, BbI-
SIBJISIJIA C IIOMOII[bI0 KOMITBIOTEPHOI 00paboTKM HKC-
MMePUMEHTAIBHBIX TAHHBIX. [lOMydmau, 4To KOI(-
uruent koppensamuun R mapamerpa b u cremeHu
nostumepusamuu f s IIKM KMY-45-2m cocraBuin
0,95.

HccnemoBanu Takke 3aBUCHMOCTD H3MEHEHUS
Pe30HaHCHOHM 4YacToTel Af, mbesompeobpasoBaTers,
HATPYKAeMOTO HA UCILITYeMbIe 06pasIfbl, OT CTere-
HU TonuMmepusanuu P marpuibl. OgHAKO TECHOTA
rkoppensamuonHo# cBasu (R = 0,88) B sToM ciyuae
OKa3aJach HeIOCTATOYHOM VI MIPAKTHUYECKOTO IIPH-
MEHEHHs TPU HepaspyIIaioleM KOHTPOJIe U3IeTni
u3 [TKM.

Ilpu ompemeneHun CTEIEHHW IOJUMEPU3AIITAN
MAaTPHUIIBI TI0 3HAYEHUAM OCHOBHOTO (b) ¥ JOITOIHU-
TebHOTO (W) mmapaMeTpoB AHArHOoCTHEH (R B saTOM
crysae He MeHee (,95) amropuT™M IOCTPOEHU
rpad)uKOB CBSA3H 3 C ITapaMeTpamMy AHATHOCTHKH U
YCTAHOBJIEHUA TECHOTHI KOPPENAIMOHHOM CBSI3H
CTIeIYIOIITHIA:

1. Usrorosnenwne obpasmos us [IKM 1o TexHo-
JIOTHY, TO3BOJIAIOIIEH MOJIYYUTb MAaTepuan ¢ pas-
JIMYHOM CTENEeHBI0 TOJMMEpPU3aIuid MaTPUIbl (Imy-
TeM BapbHUPOBAHUA TEMIIEPATYPHI U BpPEMEHU BbI-
TEPIKKH TI0]] TaBIeHUEM).

2. Omnpepenenue MePBUYHBIX IAPAMETPOB JAHAr-
HocTuku (b, w).

3. OT6op HaBeCOK MaTepwaja B BUIE CTPYKKH.
YuuThIBasA, 4TO MMOCTPOEHKE 3aBUCHMOCTEH U ycTa-
HOBJIEHHE TEeCHOTbI KOppeJIHHHOHHOﬁ CBA3HU HOCAT
CTATUCTHUYECKUI XaparTep, OJjad IIOJy4YeHHud ITO0CTO-
BEpPHBIX MJAHHBIX 00llee KOJIWIeCTBO 06pasiioB
IOJKHO coCTaBiIATh He MeHee 100.

4. Ompenenenne CTEIEHH ITOIUMEPU3AIIAH MAT-
pHUIlbI B MaTepuayie 00pasiioB METOIOM SKCTPATHPO-
Bauwus [34].

5. Kompriorepras 06paboTKa MOJyYEHHBIX pe-
3yJIBTATOB C MOMOIIBIO mporpammbl Excel (mmocrpoe-
HHE KOPPeIaIuoHHON cBia3u B = @(b, w) ¢ ompene-
JleHueM Ko3(p(PUITHEHTOB KOPPEIIIiin).

OTMeTI/IM, qTOo OJId 6OJII:H_II/IHCTBa ABUAITUOHHBIX
rkoucrpykruit u3 [IKM kosdunment roppensamun
IIpK OIIpeaeJieHHuU CTEIIeHUH IIOJIHMEepHu3allinu CBf-
3yIOIIero He A0JuKeH ObITh Huke 0,95,
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Ha puc. 5 npeacrasien rpaduk ais ompemee-
HHUA CTEII€HH IIOJIMMEepH3allui MaTpPHUIIbI (yI‘JIel'[JIa-
ctuk KMY-43-2M) no m3MepeHHBIM 3HAYEHUAM I1a-
paMeTpoB Hepas3pyUIAIIero KOHTPOIA. ¥ pABHEHHUS
perpeccruu u Koa(p(PUIHEeHThI KOPPEIAIIUH I COOT-
BETCTBYIOIUX IUAMA30HOB MOPUCTOCTH MaTEpPHAIA
cleqyonue:

B = 3661,30"1%, w, = (0,3-2,0) ex., R =0,98; (5)
B = 3370,96132, w, = (2,1-3,0) ex., R = 0,99; (6)
B = 3080,6b1%6, wy = (3,1-4,0) ex., R =0,98. (7)

Bupso, uTto crenenHyo QyHKIIMOHAIBHYIO 3aBHU-
CHMOCTB B 00II[eM BH/Ie MOKHO IIPEICTABUTD KaK

B =mb™", (8)

rome m U n — IIOKas3aTejiyd, opeaeasaeMble dKCIIePpH-
MEHTAJIbHO.

3axJarogeHue

Takum 00pasoM, MPOBeIEHHBIE HCCAETOBAHU
MMOKA3aJIW, UYTO TPEIJIOKEHHBIH METOJ ITO3BOJISIET C
BBICOKOM TOYHOCTBIO M JJOCTOBEPHOCTBIO OIIPEIEISATE
crenenb monuMmepusaruu [IKM wmepaspymmaommm
JIa3€PHO-aKyCTHYECKHM  CIIOCOOOM  BO30Y:KIEHHUS
Y3K. Ilo cpaBHeHUIO ¢ APYTUMH METOIAMUA KOHTPO-
Jis CTEIIeHHU IIOJIUMEepPU3anuu OObIIas TOYHOCTH B
JAHHOM CIy4ae JOCTHUTAeTCd IIyTeM ydeTa IIOPHC-
TOCTH MaTepuaa.
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M3MEPEHHE KOJIMYECTBA TEIIJIA HA TUATEPMHYECKOM
KAJIOPUMETPE C3KUTAHHS BE3 IIPEIBAPUTEJILHOTO HATPEBA
KAJIOPUMETPUUYECKOT'O COCY/IA
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[Tpenmnosken crocob n3MEpeHus: KOIMIEeCTBa TEIUIOTHI Ha ANATEPMUIECKOM KAIOpHUMeTpe CIKHUTa-
HUA, OCHOBAHHBIA HA 3aIlpaBKe KAJOPUMETPHUECKOTO COCyAa IIPH KOMHATHOH TeMIlepaType U
PasMeIeHn: ero0 B M3MEpPUTEIbHON sdeiike (Mpubop MpenBapUTeIhHO BBIBOAUTCSI HA IIOCTO-
SHHYIO TemIeparypy) 6e3 Harpesa B OTAEIHLHOM TepMmocrare. BBemeHme «X0I0qHOro» cocyua B
AYEHKy W IIOCTERYIOIlee BBIEJEHNEe PEaKIIMOHHOTO TEIIOBBIIEIEHUA IMPAKTUIECKH B3aUMHO
YPaBHOBEIIUBAIOTCS, YTO CHIKAET HArPy3Ky Ha TepMoperyadaTop kKamopumerpa. OtmeriM, 9to
IIPX 9TOM PETHCTPHPYETCI He TOJbKO HMMILYJIbCHOE TEIUIOBBILETIEHNe, HO U TEIUIOBbIIEIEeHNE
HEOTrPaHUYEHHOH JAIUTENHHOCTH, a UCKIYEHNEe TePMOCTaTa IPeIBAPUTEILHOI0 HAaTPeBa Cyliie-
CTBEHHO YIIPOINaeT KOHCTPYKIIMIO IIprbopa.

KroueBsIe CI0Ba: KOJIHYECTBO TEIUIOTHI; [UATEPMUYECKUN KATIOPUMETD; TIEHKA; UMILYIHCHOE
TeIUIOBbIZIeNIeHHe.

MEASUREMENT OF THE AMOUNT OF HEAT USING A DIATHERMIC
COMBUSTION CALORIMETER WITHOUT PREHEATING
OF THE CALORIMETER VESSEL IN A THERMOSTAT

© Lev B. Mashkinov

Merzhanov Institute of structural macrokinetics and materials science, RAS, Chernogolovka, Russia;
e-mail: mashkinov@ism.ac.ru

BricTpomeiicTByoIHi
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A new method for measuring the amount of heat on the diathermic combustion calorimeter is presented.
The method is based on filling the calorimeter vessel at room temperature and placing of the vessel in the
measuring cell of the calorimeter (calorimeter is preliminary brought to a constant temperature) without
preheating of the vessel in an isolated thermostat. Placing of a “cold” vessel into the cell and subsequent
release of the reactive heat virtually balance each other, thus reducing the load on the temperature con-
troller of the calorimeter. Note that not only pulse, but also the heat release of unrestricted continuance is
recorded. Elimination of the preheating thermostat obviously simplifies the device design. The method
has been patented.

Keywords: heat amount; diathermic calorimeter; cell; pulse heat release.

KajlopumeTp CKUTaHUuA TOpBIfI 3aTeM IIOMEIIaT B USMEPUTE/IbHYIO KaJIOpH-

(BKC) mpumeHsoT i M3MEpEeHUs TeILIOBbIaese-
HUS TP PA3JINYHBIX (PU3UKO-XUMUYECKUX IIPOIec-
cax, HAIpUMep, CAMOPACIPOCTPAHSIIOIIEMCA BBICO-
roremneparypuaom cuaTede (CBC). C ero momoiiisio
TaKKe OMPEeNeIAoT TEeIIOTBOPHYK CIOCOOHOCTH
SHEPTeTHYECKOT0 TOIIUBA (TBEPIOro, MKUIKOTO, ra-
3000pasuoro) [1 — 3].

O6bruro B BKC wucmonbsyror meub mpemBapu-
TeJILHOTO HArpeBa KaJIOPUMETPHYECKOTO COCy/a, KO-

MEeTPHUYECKyI0 sueiky. [Ipu yMeHbIlIeHUH TeII0BOTO
IIOTOKA JI0 PEeryJspHOTO (IKCIIOHEHIIMATHLHOTO) pe-
sgkuma (puc. 1, Touka 5) mpoHMCXOOUT WHUITHHUPOBA-
HUE PeakKI[uu B COCyZe, POCT TEIJIOBOTO MOTOKA [0
€ro TIOBTOPHOTO crajia u peryiadpusaiuu (toura I).
ITO IO3BOJIAET ABTOMATHYECKH BBIUUTATD «XBOCTHI»
skcroueHT (oomactu MBE, KT'J]), cokpaiasa TeM ca-
MBIM BpeMs H3MepPeHUs.



«3aBoackasa maboparopusa. [[marnocruka marepuanaos». 2019. Tom 85. Ne 4 41

w

0 A M K 7

Puc. 1. 3aBucumocts U(f) npu TpagULIMOHHOM CcIIOCOOe
H3MEepeHusI

ITomumo BKC wacro ucmonbsyroT aBrOMaTHYe-
ckuii Kajopumerp c:xuranws (AKC) [2 - 5], kouct-
PYKTHBHO BBINOJIHEHHBIM AHAJOTHYHO. B KauecTse
mpeobpasoBaresis TEIIOBOTO UMITYJIbCA B HAIIPSIIKE-
HUe B HeM MpUMeHsoT 6aTapeu Tepmonap. Hemoc-
tarok AKC — Hu3Kad HAIeKHOCTb, CBA3aHHAA C
TPYAHOCTHIO SJIEKTPUYECKOH H30MAIMN Oarapei
repmonap (mo 1000 mrT.) OT U3MEPUTEIBHON AUEHKH
¥ MaccuBHOro 6j0Ka. B ciayuae HapyineHus siex-
TPUYECKOr0 KOHTAKTA Jaske OMHOM TepMOIaphl pes-
KO BO3pACTAaeT IMOTPEIIHOCTh H3MEPEHHUs.

Cy1ecTByeT KOHCTPYKITHA KaJIOPUMeTpa ¢ BOA-
HBIM TepMocTaThpoBaHueM [4], Ipu KOTOPOM BOXY
10 HAaYajia M3MepeHus IIPOKAYNBAIOT HACOCOM U3 OT-
JeJIBHOM eMKOCTH C TOAAepKUBaeMON IIOCTOSHHOM
Temreparypoit. OHAKO 5TO 3HAYMTEIHHO YCIIOMKHSI-
€T KOHCTPYKITHIO mprbopa.

IIpenmaraemplii MeTO]] 3HAYUTENHHO YIIPOIIAET
KOHCTPYKITHIO KaJIOPUMETPa 34 CYET HCKIIOYEHUS
TEPMOCTATUPYEMOH TIeYH MPeBaPUTEILHOTO HATPe-
Ba KaJOPUMETPUIECKOTO COCY/Ia C BEIIECTBOM U IIPO-
rpaMMUPOBAHUS IIPOIecca U3MEPEHHs. X0 u3Mepe-
HEA oToOpaKkaeTcs Ha quUCILiee TPUOOpa B BHE Tpa-
duka (puc. 2), Ha KOTOPOM HYJIE€BOE 3HAYECHUE TEIl-
JIOBOTO TIOTOKA COOTBETCTBYET TEMITEPATYPE KAIOpPH-
metpa 32 °C.

Yrobpl He TMeperpy:karth aHAIOro-IudpPOBOM
mpeobpasoBaTelb, BLIXOJHOE HANIPS/KEHIE YCUIUTE-
a1 U ~ W(¢) orpaumunau 9 B (toura A). Kamopu-
METPHYECKHH COCy[ HArpeBajiCi W HACTYHAJI Pery-
JIAPHBIA (9KCIIOHEHITHAIBHBIN) pexuM (Touka B).
CooTBercTByOIIlee eMy Mmoporosoe snadenme W, ~
~ W,, panee 6bLIO HANNEHO HKCIEPUMEHTAIHHO U
cocrasmio 0,2 B. IlorpemHocTs usMepeHus: TEILIO-
BbIfiesieHnd He npeBbimaeTr +0,2 %.

B Touke B aBTOMATHYECKH MHUIIUHPOBAJICH KC-
ClielyeMblil TETIOBOM POIECC B COCYIE U «3aIyCKa-
JIOCh» UHTEIPUPOBAHKE TEILJIOBOTO IMOTOKA (3aITpH-
XOBaHHas 00/1aCTh MEKIy BPeMEeHHBIMU WHTEepBaja-
MH [ U {5). 3HaUeHHe WHTerpajaa obos3uauum @,. Pe-
aKIMOHHOE TeIUIOBBIIENIEHNe U MHTETPUPOBAHUE CO-
OTBETCTBYIOIIET0 CUTHAJIA MPOIOJIKAIUCH MEKIY Lo
u t3. B Touke D BHOBb HACTyIIaJd PEryJsIpHBIH pe-
JKAM OXJIQMKIEHUS KaJOPUMETPHUYECKOTO COCyIa [0
IIOCTOSAHHOM padoueill TemMiepaTypsl mpubopa (1o ab-
comorHoM Benumuumne W,; = W,, u mpekpaiajioch
MHTETPHPOBaHUeE IIOTOKA (3HAaYeHNe HHTerpaia @).

\

N
Wpp===—= -
[2)

wt A

Puc. 2. Ilporecc namepenus mo mpeiaraeMomy MeToxy 6es
MIpeBAPUTENHHOTO HATPeBa

Hurerpanbl (KOJHYECTBO TEILUIOTHI) «XBOCTOB»
SKCIIOHEHT HArpeBa W OXJIAKAEHUSA HAXOIWIH IIO0

dopmye:

Qy =2K W, e " ds,
0

roe K — xanubpoBounsblil koadgdunuent; W, — mo-
POT peryasapusaluu; T — IIOCTOSHHAsT BPEMEHH Ka-
JIOpUMeTpA.

KonmuecTBo TEmaoThl B «XBOCTAX» O9KCIOHEHT
@3 MOKeT OBITH HAWTEHO ¥ SKCIIEPUMEHTATBHO.

[TonHoe 3HaYeHVE M3MEPEHHOTO KOJIHYECTBA Te-
ILUIOTHI TTOJIyYaau CyMMHUPOBaHueM @) + @5 + Q.

Takum o6pasoM, TPeAI0KEeHHBIN TOAXO0]] I03BO-
JIeT YIPOCTUTh KOHCTPYKIIMIO KaJOpUMeTpa U IIo-
BBICUTH TOYHOCTH U3MEPEHUS.
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TPEIIUHOCTOUKOCTbH IIAPOIIPOBO/THBIX
INEHTPOBEKHO-JIUTHIX TPYB U3 CTAJINA 15X1M1®

© Esrenunt Anexkceeuu I'punb, Tarbana BacuareBna IlepeBeseniena,

Bapaan ABeruxoBuu Capxucsan

Bcepoccuiickuii TemnoTexHUYECKUE HAyIHO-HUCCIeqoBaTenbeckuil nuetutyt, Mocksa, Poccus;
e-mail: E.A.Grin@vti.ru; TVPerevesentseva@vti.ru; VASarkisyan@vti.ru

Cmamus nocmynuaa 13 mapma 2018 2. Ilocmynuna nocae dopabomru 14 urons 2018 e.
Ipunama x nybauxayuu 15 nosbps 2018 .

O6ocHOBaHA aKTYaILHOCTD OIEHKH XapaKTEPUCTUK TPEIIUHOCTOMKOCTH MeTaLIa IIEHTPOOEIKHO-
surbix (IIBJI) Tpy6 us cramu 15X1M1®P. OrMeueHbl XapakTepHble 0COOEHHOCTH HCCIIELyEeMOro
MeTalIa U IpUBEeieHa MEeTO/MKA IPOBEeIeHIs UCIIBITAHUI HA TPEIUHOCTOUKOCTh. Mccmenosa-
bl Tpu Mogudukanyu metaria [IBJI Tpy6 B MCXOMHOM COCTOSHUY, OTIMYAIOIIHECT CTEIIEHBI0
PasBUTHSA TUKBAIMOHHOM HEOMHOPOIHOCTH, U JIBE MOAU(HUKAIIINN MEeTa/lIa C IIPUMEPHO OJUHA-
KOBOH CTEIIEHBIO0 CTPYKTYPHOU HEOTHOPOIHOCTH, OTIIMYAIOIIMECT CPOKaMU HApaOOTKH B COCTABE
nericTByoiiero obopyaoauud. [lokazamo, 4TO yMeHBINIEHNE WHTEHCUBHOCTH JUKBAITHOHHOTO
TIOBPEIKIEHUSA CTPYKTYPhI METALIA MPAKTHYECKH HE BIMSET HA YPOBEHBb €ro MPOYHOCTHBIX Xa-
PAKTEpUCTHK, HO COMPOBOMKIAETCS HOBBIIIEHHEM ILUIACTHYIECKUX CBOMCTB U yJAPHOM BI3KOCTH.
IIpencraBneHsl pesyIbTaThl UCCIENOBAHUMA TPEIUHOCTOMKOCTH IIEHTPOOEKHO-TUTHIX TPYO U3
cranu 15X1M1®P mpu cTaTidecKoM U MUKINIECKOM HATrPY:KeHUH, & TAKKe IIPHU JITUTETHHOM CTa-
TUYECKOM HATPYKEHWU B YCIOBHAX BBICOKOTEMIIEpATYpHOH monsydectu. Ilokasano, 4To yBenu-
YEHHUE CTEIIEHU CTPYKTYPHOM HEOJHOPOJHOCTH IIEHTPOOEKHO-INTOM CTATIH OKA3bIBAET HETATHUB-
HOe BIIMSHHE Ha XapPaKTEePUCTHUKNA CTATHYECKON TPEIHHOCTOMKOCTH, B MEHBIIIEH Mepe 3TO OT-
paskaeTca HA MUKIMIEecKol TperuHocTorkocTH 1[BJI cranmu u mpakTHueckn He BIUAET HA ee
TPEILUHOCTOUKOCT Ipu mos3ydectd. C yBeImdeHreM Mpo0BKUTeIFHOCTH HApaboTKH MeTala
B COCTaBe JIEHCTBYIOIUX IIAPOIIPOBOAOB IMKINYECKAS TPEIIMHOCTOMKOCT HE3HAYUTENHHO
yMeHBbIIaeTcsd, B TO BpeMd Kak XapaKTePUCTUKU [JIUTeIbHON CTaTUYeCKOM TPelIMHOCTOMKOCTH
CYIIIECTBEHHO CHIKAIOTCS. ¥ CTAHOBJIEHO, YTO CBApHBIE COAMHEHUS MApPOIPOBOJOB U3 IEHTPO-
6EIKHOMUTHIX TPYO 067I1a1aI0T CYIIECTBEHHO 00J1ee HU3KOM TPEIIMHOCTORKOCTBIO B YCIOBUSAX II0JI-
3yYECTH 110 CPABHEHUIO C OCHOBHBIM METAJIOM. B pesynbrare craTucTiHIecKoi 00paboTKY SKCIIe-
PUMEHTAIBHBIX TAHHBIX ITOJIYYEHbl KHHETHYECKHE AMATrPAMMBI [IAKINIECKOM U IIUTEIHHON
CTaTHU4YeCKOH TpelruHocToikocTy 1pu nonsydect LIBJI cramu 15X1M1®P. ITpoxemoncrprposa-
HBI Pe3yJabTaThl IIPAKTUYECKOTO IIPYUMEHEHU II0JTyY€HHBIX XapaKTePUCTUR TpeH.IHHOCTOfII{OCTH
meramia [{BJI tpy6 amst pemienust 3aiad 1o 06eCIeUeHUI0 HaIeKHON SKCILIYATAI[HHU TaPOIPOBO-
JIOB TEILIOBBIX DJIEKTPOCTAHIIII Ha CTAANK BHIPAOOTKH OCTATOYHOIO pecypca.

KaroueBble cyoBa: IaponpoBOAbI TOPAYETO IIPOMIIEPErPeBa; IEHTPOOEKHO-IUTHIE TPYOBI;
CTPYKTYpPHAs HEOTHOPOIHOCTD; CBAPHBIE COEUHEHNUT; TPEIINHOCTOHKOCTD; CKOPOCTH POCTa Tpe-
L[HUHBI; YCTAJIOCTb; II0JI3YIECTh; KUBYIECTh.

CRACK RESISTANCE OF CENTRIFUGAL-CAST STEAM PIPES
MADE OF STEEL 15Kh1M1F
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Significance of assessing the characteristics of crack resistance of centrifugal-cast (CFC) tubes made of
steel 15Kh1M1F is substantiated. The characteristic features of the metal under study are considered
along with the methodology of crack resistance tests. Three modifications of the metal of the CFC pipes in
the initial state, that differ in the degree of developed segregational heterogeneity, and two modifications
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of the metal with almost the same degree of structural heterogeneity, which differ in the running time as a
part of the operating equipment are studied. It is shown that a decrease in the intensity of the
segregational damage of the metal structure has almost no effect on the level of the strength characteris-
tics, but is accompanied by an increase in the plastic properties and toughness of the metal. We present the
results of studying crack resistance of centrifugal-cast pipes (steel 15Kh1M1F) under static, cyclic and
prolonged static loading in conditions of high-temperature creep. It is shown that an increase in the degree
of structural heterogeneity of the CFC steel adversely affects the characteristics of static crack resistance
and cyclic crack resistance as well, but to a far lesser extent and has little if any effect on the crack resis-
tance of the CFC steel at creep. Cyclic crack resistance slightly decreases with increase of the operating
time of the metal in functioning pipelines, whereas the characteristics of the prolonged static crack resis-
tance get worse significantly. It is shown that welded joints of the CFC pipelines have a substantially lower
crack resistance under creep conditions compared to the base metal. Statistical processing of the experi-
mental data is used to get kinetic diagrams of cyclic and prolonged static crack resistance of 15X1M1F
CFC-steel in creep conditions. The results of practical applications of the obtained crack resistance charac-
teristics of the metal of the CFC pipes are demonstrated with a focus on the problems of ensuring the reli-
able operation of the steam pipelines of thermal power plants at the end of their service lifetime.

Keywords: hot reheat steam pipelines; centrifugal cast tubes; structural heterogeneity; welded joints;
crack resistance; crack growth rate; fatigue; creep; survivability.

Beenenune

IIpu cosmanuu 5HEPrOyCTAHOBOK EIUHUYHON
morHocThio 300, 500 u 800 MBT TemnoBbIX aieK-
tpocraumuit (TAC) BosHUEKIA TTOTPEOHOCTH B IIpU-
MeHeHHH TpPy6 OOJBIIOr0 amaMerpa IJjsg COOpYy-
JKEHUS TAapOIPOBOMOB TOPAYEro IMIpoMIeperpesa
(T'TIIT). C aroit mienbio B CoBerckom Corose B KOHITE
70-x TOJOB MPOILIOr0 Beka Obuta paspaboraHa u
peamn3oBaHa TEXHOJOTHS W3TOTOBIEHUA KPYIIHO-
pasmepHbIXx TPyO mmamerpom mo 920 MM meromom
entpobeskaoro autbi. Ha pame TOC B cocrase
MOIIHBIX 9HEPro6J0KOB, BBEIEHHBIX B OKCILIyarTa-
muio B KoHIe 80-x — Havyame 90-x rogoB, A0 HACTOI-
mero Bpemenu paboraioT maporposoxbr I'TII, us-
rotoBjeHHbIe U3 meHTpodexuo-muThix (LIBJI) Tpyo.
B cBsA3u ¢ BHymuTeabHON HAPAOOTKON STHUX TPY6O-
IIPOBOZOB OCTPO CTOUT IIP0o6IeMa MPOIEHHA CPOKOB
UX CIIy:K0bI cBepxHOPMATHBHOTO pecypca (100 Toic. 1).

OCHOBHBIM HETATUBHBIM TIOCJIEICTBHEM TEXHO-
sorun usroropyienus LIBJI Tpy6 aBisgercs Hamuume
B OOJIBIIMHCTBE OTJIHUBOK CTPYKTYPHOW HEOIHOPO-
HOCTH THUIIA JUKBAIIMOHHOM mosaocuaroctu [1]. JIuk-
BAllMOHHBIE IIPOCIONUKH JIOKAIM3YIOTCA, KAK IIpa-
BUJIO, II0 TPAHUIIAM JEeHIPUTHBIX 3€PEH, U B 3TUX 30-
HaX IPY MHKPOCTPYKTYPHOM aHaIu3e 00HAPYIKHUBa-
I0TCA TeXHOJOTHYeCKre ned)eKThl B BHUIE yIaCTKOB
CKoIIeHuA nop u MukporperwH [1]. IlosTomy mpu
orenke cocrosaua merauia L[BJI Tpy6 ocobyio ak-
TyaJbHOCTh MPHOOpPeTaeT 3ajada KCIOJIb30BAHUA,
MIOMHMMO TPATUIMOHHBIX KPUTEPHEB (IIuTeabHAT
MIPOYHOCTDb, II0JI3y4eCTh), JIOKAJBHBIX KPUTEPHUEB
MIPOYHOCTH ¥ Pecypca MaTepuasna, XapaKTepHu3yo-
IUX ero PaboToCIIOCOOHOCTD HA CTAIUH AIUTEIHHOMH
9KcIuTyaTanuu. K TakuM KpUTEPUAM B CHILY CIIEIIH-
¢uku crpyrryproro cocrosuus meramia [{BJI Tpy6
IOTKHBI ObITH OTHECEHBI KPUTEPUM MEXaHUKU pas-
pYIIeHusd, T.e. XaPAKTEPUCTHKH TPEIIHHOCTOHKOCTH
marepuana [2]. Ha ocHoBaHuu maHHBIX O Xapak-
TEepPUCTUKAX TPeINHOCTOMKOCTH Marepuana L[BJI

Tpy0 OTKPHIBAETCS BO3MOKHOCTH OOBEKTHBHO aHa-
JIN3UPOBATH COCTOSTHUE M IPOTHO3UPOBATH OCTATOY-
HbIN pecypc nmaponpoBonoB I'IIII ¢ yueTom Hammans
HWCXOIHBIX TEXHOJOTHIECKUX Ae(DEeKTOB U OIeHKHU
BO3MOJKHOCTH WX PA3BUTHUA B YCIOBHUAX DKCILIyaTa-
nuu. B crarbe mM3moskeHa METOAMKA M IIPEICTaBIIe-
HBI PE3yJIbTaThl UCCIEAOBAHUN XapaKTEPUCTUEK CTa-
TUYECKOM, ITUKINYECKOU U [AJIUTEeIbHOU CcTaTmde-
CKOM B YCJIOBHUAX IIOJI3YYECTH TPEIUHOCTOMKOCTH
cramu 15X1M1® B IIBJI ucnonuenuu ¢ yueTom 0oco-
OeHHOCTEH ee CTPYKTYPHOTO COCTOSHUA.

Martepuag u METOTHUKA
uccjaeaoBaHuH

HccmemoBamu 1eHTPOOEKHO-TUThIE TPYOBI H3
cranmu 15X1M1® mpomusBozacTBa 3aBoga «Bymmari»
(r. H:xeBck): mBe TpyObl (mraBku «A» u «bB»)
920 X 32 MM B HMCXOIHOM COCTOSHHH, BKJIIOYAs
CTBIKOBOE CBApHOE COEIWHEHWe, W [Be TPYObI
630 X 25 MM TIOCIIe SKCILIyaTalli¥ B COCTaBe Ha-
pompoBoxa (mpu temmeparype 545 °C). Ogua wus
aTHUX TPyO MMena HapaboTKy ~56 ThIC. 4, Apyras —
okoio 100 Teic. u. TexHOMOTHMYECKAA CXeMa ITPOU3-
BogcrBa IIBJI TpyO BEKiIrOYaer: BBIIIABKY CTAJIH;
[IEHTPOOEKHYI0 OTJIMBKY TPy0 HA JUTEHHBIX MAIIIH-
HaxX; MeXaHH4eCcKyl o6paboTrky Tpy6 (B pasmep).
Tepmuueckas oopaborra [IBJI Tpy6 mposoguTes mo
peuMy TPOTHBO(IOKEHHOTO OT:KHIa, TOMOTEHH-
saruu, mopmanusaruu (970 — 1000 °C) u ormycka
(730 — 750 °C). OpHy u3 uccienyeMbIX B COCTOSHUM
MOCTAaBKH TPyO IJIaBKU «A» MexaHwdecKu obpada-
TBIBAJIM HA 3aBOJle HAIMOJOBUHY — TOJBKO 10 HAa-
py:kHOMY nuamerpy (TOJIIMHA CTEHKH COCTaBJILIA
50 mm), gpyryio TpyOy (mwiaBku «B») obraumBamu c
o6eux cropor. Kak y:xe oTMeueH0, MUKPOCTPYKTYP-
Hoe cocrosume merasuia LIBJI Tpy6 xapakxrepusy-
ercsi HAMUYUEeM JUKBAIIMOHHBIX 30H, COAEPIKAIIUX
B MACCOBOM KOJIMYECTBE MHKPOIIOPBI, HEMETaJInIe-
CKMe BKJIIOUEHHS, MUKPOTPEINUHbI. B CBA3u ¢ aTUM
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ObLI IIPOBEIeH MeTaJLIorpaduIeCcKuil AaHAINU3 CTPYK-
TypBl MeTalia uccienyeMbix Tpy6. Pesyabrars:
aHaIN3a IPOAEMOHCTPUPOBAIN KAYECTBEHHOE OTJIH-
Yre MHUKPOCTPYKTYPHI MeTannaa TpyO MIaBoK «A» u
«B» (06e B MCXOMHOM COCTOSTHHY) B YaCTH IOPaKe-
HUA JTUKBAIMOHHBIMU 30HaMu. MakcuManbHOE KO-
JMYECTBO JIMKBAUME HAOII0Manoch B paldioHe BHY-
TpeHHero (Heo6paboTAHHOTO) CJIOA TPYObI ILIABKH
«A», 3aTeM UX UHTEHCUBHOCTh CHIIKAIIACH C IIEPEX0-
JIOM K Hapy’KHOMY CJI0t0 (rmocie o0paboTKH) 9TOH e
TpyOBI, 8 HAUMEHbIIAS TOBPEKIEHHOCTh JTUKBAIIHSI-
MU OTMedYeHa B Merasuie Tpy6bl miaBku «b». Muk-
pocTpyKTypa MeTtamiaa Tpyb mocie HapaboTku (56 u
100 ThIC. Y) KAYeCTBEHHO MAaJO OTJIHYAIach II0 CTe-
IIeHU JINKBAITMOHHOM ITOBPEKIEHHOCTH OT MeTajia
HCXOMHON TPyOb! asku «B». Takum obpasom, wmc-
XOIHBIN METAJI OBbLT IIPEeICTABIEH (DAKTHIECKH Tpe-
MA Pa3JIHUYHBIMUA COCTOAHUAMHU;, IIPH 3TOM €ro Ka-
YeCTBO C TOYKHU 3PEHUA PA3BUTOCTU CTPYKTYPHOH U
MeXaHUIECKOH HEOTHOPOJHOCTH IIOCTEIEHHO YIIyd-
IIAJIOCH C TIEPEXO/I0OM OT BHYTPEHHETO K HAPYKHOMY
CI0I0 TPyOBI IIAaBKU «A» U malee — K MaTepUay
TpyOb! wiaBku «b». B nanpueiimem 6ygeM ycaoBHO
0603HAYaTh 9THU COCTOSHUA Kak 1, 2 u 3 coorBer-
cTBeHHO. KpoMe Toro, McciaemoBaad MeTasa II0cie
napaborku 56 u 100 Thic. ¥ — cocrosguusa 4 u 5
COOTBETCTBEHHO.

XUMUYECKHAI COCTaB BCEX MCCIELOBAHHBIX BbI-
PEe30K MeTaIjIa OTBeYasl TPEOOBAHUAM TEXHUIECKUX
yenosuit (TY 108-874-79) ma TpyObl uM3 cramum
15X1M1®P B 1eHTPOOEKHO-TUTOM MCIOJHEHUH.
Mexanuueckue CBOHCTBA MeTaana I BCEX WC-
CJIeOBAHHBIX COCTOSHHUM IIPUBEIEHBI B Tabiwuile.
I/IS Hee cieayer, 4YTO YMEHbIIIeHrne MHTEHCUBHOCTU
JIMKBAITMOHHOTO IIOBPEKIEHUA CTPYKTYPhI MeTasia
(mepexopn OT cocTOsTHUA 1 K COCTOAHUIO 2 U fajee —
K 3) He OKa3bIBaeT IO3UTHBHOIO BIHMIHUI HA ypPO-

Mexanuueckre cBoMCTBa IEHTPOOEKHO-TUTON cTanu 15X1M1P

BEeHb IIPOYHOCTHBIX CBOMCTB, B TO BpeMs KAk ILIa-
CTUYECKHe CBOHCTBA Mpu 9TOM HoBbImaTcsa. OgHo-
BPEMEHHO BO3PaCTal0T TaKkKe XapaKTePHUCTUKU
yAApHOH BA3KOCTH METajja: MPU KOMHATHOH TeM-
neparype suadenns KCU (Menae) 0,45 M]I:x/m>
s cocrosiHua 1 ysenmwuusarores g0 2,04 M]Tx/m?
11 cocTosHud 2 u ganee — 1o 2,30 MIx/M2 s co-
croauusa 3. AHATOTUYHYIO TEHIEHITHUIO0 JIEeMOHCTPH-
pyer ynapHas Baskocts 1o [llapmu. Kpome Toro, xa-
pakTepHA TEHAEHIUA K CHIKEHHIO MPOYHOCTHBIX
ceoiicte Metanna LIBJI Tpy6 ¢ yBenwueHueMm nyu-
TeJIbHOCTH HApaboTKH (CM. TAbGIUITy), YTO COTJIACY-
ercs ¢ pesyJibTaTaMu, MoJydeHHbIMU paHee [1].

HccnemoBanue xapakTepUCTHK ITUKINYECKOU U
JUIATENbHOU CTATUYECKOM TPEIIMHOCTOMKOCTH IIPO-
BOJIUIIA TaK:Ke JIJI CTBIKOBBIX CBAPHBIX COETUHEHUN
I BJI Tpy6 B rcxoaHOM COCTOSAHUY U TIOCTIE HAPaboT-
ku 56 u 100 Teic. u. MexaHnyecKkre CBOMUCTBA HCCIIe-
JMIOBAHHBIX CBApPHBIX COEIWHEHWHN HE BBIXOIHIHA 3a
paMEH TpeOOBaHHWI HOPMATHBHO-TEXHHUYECKOH I10-
KyMmMeHTanuu [3], mpu 5TOM, Kak M IJIA MeTaJia
IIBJI Tpy6, nMeno MecTo CHHKEHHE ITPOYHOCTHBIX
CBOFICTB JII1 CBAPHBIX COEUHEHUH ¢ HapabOTKOMU 110
CPaBHEHHUIO C UCXOJTHBIM COCTOTHUEM.

XapaKTepuCTUKN TPEIUHOCTOMKOCTH MeTalia
IBJI Tpy6 wmccmemoBamu C HCIOIb30BAHUEM KOM-
MMaKTHBIX 00pA3I0B BHEIEHTPEHHOTO PACTIKEHUS
rommuuao 25 MM (crammaprabmi tun CT-1) [5].
O6pa3siisl BhIpesaan TakuM 06pa3oM, YTO JJIs UCIIbI-
TAaHWH OCHOBHOI'O MeTa/lIa IIOCKOCTh Hajapesa 00-
pasma ObLia OPHEHTHPOBAHA B PAIHAIBLHO-0CEBOM
cedeHuu TPYOBI, & AJI UCHBITAHUA CBAPHOTO COEIH-
HEHUA — B IIOIIEPEYHOM CEUYEHHH, T.€. MapaIeTbHO
JIMHWY CIUIaBieHus. Ha BCeX HCIBITHIBAEMBIX 00-
pasiax BHIPAIIUBAJIN HUCXOMHBIE YCTAIOCTHBIE Tpe-
IIWHBI B COOTBETCTBUY C YCTAHOBJIEHHBIMHU TPeOOBa-
uuamu [4]. Ha aunessix rpasax o6pasios, mpemgHa-

Mexaunueckue cBoiicTBa™

Cocrosinue YcnoBHOE Temnepa-
Merasna obosHadenne  Typa, °C 0, MIla 0y, MIla 85, % v, % KCU,MIls/m2  KCV, MJTs/m2
HcxoxHoe, 1 20 594 405 14,6 46,1 0,45 0,39
mraska «A> 545 387 295 15,8 59,3 0,56 —
2 20 536 337 22,2 72,8 2,04 0,73
545 361 281 23,1 81,7 2,01 —
HcxoxHoe, 3 20 512 319 24,9 76,9 2,30 1,51
mraska «B> 545 370 266 24,1 82,8 1,67 —
TTocme Hapa6oTku 4 20 481 260 24,8 73,4 2,46 —
56 TeIC. ¥ 545 326 244 34,7 85,1 2,81 —
ITocne napa6orku 5 20 417 215 26,5 81,8 3,50 —
100 Ts1c. 1 545 311 190 28,5 82,5 3,20 —
TY 108-874-79 — 20 490 - 686 >314 >16 >45 >0,4

* TIpuBeqeHbI ycpeJHEHHbBIE 3HAYEHUA CBOMCTB 110 pe3yIbTaTaM UCIBITAHUH Tpex 00pasIios.




«3aBoackasa maboparopusa. [[marnocruka marepuanaos». 2019. Tom 85. Ne 4 45

3HAYEHHBIX JIJII UCCIENOBAaHUA KMHETUKY TPEIUH B
YCIOBUAX TOJN3YyYeCTH (AIUTeNbHAA CTATUIECKAT
TPEIIUHOCTOMKOCTh), BBIIOJHAIA IIOBEPXHOCTHBIE
O00KOBbIe Haapesbl (IIasbl) TPEYTOJBHOTO ITPOQHILT
B IIPOZIOJIIKEHUH OCHOBHOTO Hazpesa obpasia — Iisa
CTUMYJIHUPOBAHUS PA3BUTHUS TPEIIUHBI B (PUKCHPO-
BaHHOM IJIOCKOCTH OOKOBBIX HAIPE30B.

Hcnobiranua Ha CTATHYECKYI) W IHKINIECKYIO
TPEIIUHOCTOMKOCTh IIPOBOIMIN Ha HUCHBITATEIbHBIX
MaIllMHAX ITOBTOPHO-CTATHYECKOTO IEeHCTBUS THIA
YM3-10TM; obpasiibl uMenn He0OXOUMYI0 OCHACT-
Ky. IIpu mcnblTaHWAX HA CTATHYECKYIO TPEIUHO-
CTOMKOCTh PETHCTPUPOBAIN AHATPAMMY paspylie-
uusa coranacuo 'OCT 25.506-85 [4]. Hacrora Harpy-
JKeHUSA IIPU ITUKINYECKUX HUCIIBITAHUAX COCTABIIATIA
okoso 0,1 I'm. /s marpeBa o6pasIioB IIPU BBICOKO-
TeMIePaTyPHBIX UCIBITAHUAX (CTATHYECKUX U ITUK-
JIMYIECKUX) HCIOIB30BATH TEepMOKaMephl (medu) ¢
II0JIyaBTOMaTUYEeCKOH PeryJIMpOBKOM TeMIepaTyphl.
IIpm mUKIWYECKUX WCHOBITAHUAX [JIUHY pPa3BHUBa-
oI[edicsa TPeIUHBI B 00pasiie n3Mepsd BU3YAIbHO
¢ moMoInbio Kareromerpa. s sTOro B mporecce
BBICOKOTEMIIEPATYPHBIX HUCIIBITAHUN IT€PUOAUYECKU
OTKJTIOYAJIM TUTAHUE SJIEKTPOIEYH U ITOAHUMAIH ee
(BEPTHUKAIBHOE IIepeMeIleHNe IIPeyCMaTPUBAIOCH
KOHCTPYKITHEH meuw), obecrednBas 0030p obpasiia.

HcnpiTanua HA CTAaTUYECKYIO TPEITUHOCTOM-
KOCTb B YCJIOBHUAX IIOJI3yYEeCTH IPOBOJIWIN Ha Ce-
puitabix ycranoekax AWMMAS-1. Harpesarenbuble
IeYu U CHCTeMa YIpPaBJIeHUd HATPEBOM yCTAHOBKHU
ObLIM YCOBEPIIIEHCTBOBAHBI B IEJISAX TMOBBIIIEHUS
TOYHOCTH ¥ ILIABHOCTHA PETyJIHPOBKH TeMIlepa-
TYypPHOTO peXUMa HWCIbITAHUI. B meum pacmonara-
JIach LETOYKA U3 JABYX 00pasIoB, IMOCIE0BATEIBHO
BKJIIOYEHHBIX B CHJIOBYIO Ilelb MamwuHbl. J[1s1 peru-
CTpaIuy PacKphITUA (IIepeMelenns) 6eperop Haj-
pesa obpasia Ha 3axXBaTax yCTAHABIUBAIU CIEIU-
JIBHYIO0 OCHACTKY, 00ECIeYNBAIONIYI0 BO3MOMKHOCTD
W3MEpeHHA IapaMeTpa PaCKPBITHA 3a MIpeferaMu
ropsuey 30HbI.

IIpu npoBemeHNY UCTIBITAHUI HA TPEITUHOCTOM-
KOCTb B YCJIOBHAX IIOJIBYYECTH IepeMelleHus bepe-
roB Hajpesa 00pasia U3MEPAIH C TEPUOTUIHOCTHIO
2 — 4 4. Ha HayaipHOM STare HUCIBbITAHUHA i1 (PUK-
caly MOMEHTA CTPATUBAaHUA TPEIINHbI ITPOBOIUIN
gactuuHyio (~10 % or samaHHOH HArpysKH) pas-
Ipy3ky o0pasiia ¢ IOCIeLyIOIUM IOTPY:KeHHEM IO
3agaHHoTo ypoBHA. [leprofndHOCTb YaCTUIHOH pas-
TPY3KH cocTaBisaiaa He 6onee nByx dacos. lIpu or-
KJIOHEHUU TaHTeHCa yIja HAKJIOHA KPUBOU HATrPys3-
Ka — mepeMelreHue 6oaee 4eM Ha 5 % OT UCXOHOTO
3HAYEHUA JATBHEHIITYI0 IEPUOANIECKYI0 PA3TPY3KY
MIpeKpalaiyd U JaHHbIH MOMEHT BPEMEHU CUYUTAIU
HA4aJOM POCTA TPEIIWHBI B YCIOBHUAX IOJI3YIECTH.
JnuTeabHOCTD UCIIBITAHUN 3aJaBaIH YCIOBUEM J0-
cTuiKeHus oOpasmom mnepemerenus 1,0 — 2,0 mwm.
Ilo mocTmikeHwMu STOM BEIWYHHBI IIEpPeMeIeHus 00-

pasel] CHUMAJIX C WCIBITAHWHM W J0JAMbIBATH IIPHU
KOMHATHOH TeMieparype Ha BubpoycranoBke. Ha
u3oMe 00pasIa U3MEPSIH € IIOMOIILI0 HHCTPYMEH-
TaJbHOIO0 MHKPOCKOIIA JIMHBI MCXOLHOHM — ycCTa-
smoctHO# (l)) M Komeunout (/) Tpemuu. Vsmepenus
BBIIIOJIHSJIM TI0 JEBATH TOYKAM, PABHOOTCTOAIIHAM
Ipyr OT Japyra II0 TOJINHWHE CeYeHHd obpasma.
YcpenHeHHyI0 BenMUYMHY IIOAPOCTa TPEINMHBI 33
BpeMs HCIBITAHUH onpenendann Kak Al = [, — [, rne
l, nly — ycpenHeHHbIe 3HAUYEHUA JINH KOHEYHOU U
HMCXOIHOM TPEIUH.

KosddunmenT HHTEHCHBHOCTH HAIPIIKEHUH
(KWH) gns xommakTHOro obpasia ¢ 60KOBBIMU IIa-
3aMH PACCYHUTHIBAIH 110 hopmyie [6]

K, = K,,(B/By)8, (1

rae K;, — suauenne KWH mna xommakrHOTO 06pas-
1a B craHgapTHOM wucnoiaHenuu [5]; (B/By)%% —
YJIeH, YUYUTHIBAIOIINIY BIHIHNEe OOKOBBIX 1Ma30B (B u
By — rouuHa o6pasiia B OpyTTO ¥ HETTO CEYEHUIX
COOTBETCTBEHHO).

PesyasTaThl HCclemoBaHui
U X aHAJIA3

Cmamuueckas mpewuHoCmoiKocms
(8s13K0CMb pa3pyuteHus)

Onpepensany CTaTUYECKYI0 TPEIUHOCTOMKOCTD
HUCXOMHOTO MeTalia IIeHTPOOEKHO-TUTOH CTaiu
15X1M1® B Tpex pasaudHbIX COCTOAHUIX: BHICOKO-
ro (1), cpeguero (2) u ymeperHoro (3) ypoBHEH JHUK-
BaAllMOHHOM HeomHopogHocTu. [lisg aTmx Tpex co-
crostHUE (TPyOBI IIAaBOK «A» u «B») MeTamt ucmbI-
TBHIBATY MPHU KOMHATHOH TeMIleparype, a o6pasiibl
u3 miaBku «b» (cocrosgume 3) — Taxke mmpu 545 °C,
COOTBETCTBYIOIIEN TeMIlepaType 9KCILIyaTalluu Iia-
poupoBoga. IIpu mcmblTaHuAX MeTamia BCEX TPex
COCTOSTHUY IIpU KOMHATHOU TeMIepaType II0IydeHbl
auarpaMmbl paspyiuenus tuma 1 [4] ¢ HymeBbIM
MIOAPOCTOM TPEIIHHBI, YTO JAJ0 BO3MOKHOCTH IIps-
MOTO OIlpejiefieHns BenuuuHbl Kputmdeckoro KMH
(Ky.). B pesymnbprate 00paboTEM HAHHBIX SKCIEPH-
MEHTa yCTAHOBJIEHO, YTO 110 Me€pe CHU:KeHUS JUKBa-
IIMOHHOU HEOHOPOJHOCTH MEeTaJIa C IIePEeX0[0M OT
BHyTpenuero (1) K Hapy:kHOMY (2) ciao0 TpPyOBI
IIaBKU «A», a 3aTeM — K MaTepuaiy TpyObl INIaBKH
«B» (3) xapakTepucTruka Ba3KoCcTU paspyinenusa K,
MOHOTOHHO IIOBBIIIAETCH, IPUHUMAS 3HAYCHUS
60,8; 73,3 u 85,6 MIla - m¥2 coorBercrBerHo. Cie-
JOBATEIbHO, OIYIEHHBIH Pe3ynIbTaT JeMOHCTPHPY-
€T YyBCTBUTEJIBHOCTh CTATHYECKOW TPEIMHOCTOH-
Koctu (K;.) K CTPYKTYPHOMY COCTOSHHIO METAaJa.
XapakTepHO, YTO OIpefeleHHbIe II0 pPe3yabTaTaM
WCIIBITAHUH HA yaapHyo Ba3kocTh (mo [lapmu) 3Ha-
YeHUA KPUTHUECKOHM TeMmmeparypbl xpynkoctu (T')
JAHHOTO MEeTajjia TAKKEe HMPOSBIIAIN aHAJOTHIHYIO
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Puc. 1. Jp-xpuBad  A1d  IeHTPOOEIKHO-IUTOU
15X1M1®P npu remmneparype 545 °C

cTanmu

TEeHIEHITHIO: I TPYOBI IIaBKU «A» Benuuuna 1, =
=4+70-4+60°C, a mma tpyos: miraBku «b» —
T, ~ +40 °C.

Hcnbrranus meramra TpyObl miaBku «bB» (co-
cTosTHME 3) IIPH MOBBIIIEeHHOH Temieparype (545 °C)
MMOKA3aJIM BASKUH XapaKTep paspylleHus Marepua-
jla — TIOJIy49eHbI JuarpaMMbl paspyuerus tuma [V
[6] ¢ mompoctom Tperunabl. OO6paboTKy muarpamMm
MPOBOMMIN 10 METOAY J-HHTerpaja ¢ y4eToM II0f-
pocra Tperuubl coramacHo [4]. [TocTtpoennas mo pe-
3yJbTATaM 3TOM 00paboTKH of p-KpHBas MOKa3aHa HA
puc. 1. ][ 1aHHOTO COCTOAHUA MeTajlia 3HAYEeHHe
CTATHYEeCKOH BsidKocTu paspyiinenusa (K, momyueHo
mepecueroM uepes J;,) mpu tremneparype 545 °C co-
crasuio K, ~ 108 MIIa - M2,

IHukauueckas
mpewuHocCmoiKocms

KuneTuky ycragoCTHBIX TPEIIUH IIeHTPOOEKHO-
autoi cranmu 15X1M1® wmccmemoBanau Ojid YeThIpex
PaBIWYHBIX COCTOSHUU METajjia, TPHU M3 KOTOPBIX
(1, 2, 3) COOTBETCTBOBAJIN COCTOSTHHUIO IIOCTABKH C CY-
[[[ECTBEHHO PA3JIMYHON CTEIEeHbI0 CTPYKTYPHOMH He-
OIHOPOJHOCTH, a 4YeTBepToe cocrodume (4) — me-
TaJIy II0c/ie HAapaOOTKM B COCTAaBe IMApPOIIPOBOAA
T'TIII B Teuenue ~56 toic. 4. CTeneHb TUKBAIIMOH-
HOM HEOJHOPOMHOCTH MeTa/Lia ¢ HapaboTKOH Haxo-
IUTCS IPUMEPHO HA YPOBHE METAJIJIA B COCTOSTHUU 3.
Kpome Toro, ucmpIThIBAIN METAJLT IIIBA CBAPHOTO CO-
equnenud [{BJI Tpy6 @920 X 32 MM B HCXOHOM CO-
crosHuH. Bee ucnbITaHuUs IPOBOXUIIM IIPH TEMITEpa-
Type 560 °C; Kos(ppumumenT acuMMETPUH ITUKIA
R = 0,05-0,07. Pesyaprarsl HcclienoOBaHUM IIpe-
CTaBJIEHBI HA PHC. 2 B BUIE 3aBUCUMOCTH CKOPOCTH
pocra tpemuubl (CPT) or pasmaxa KMH B muxie.

Bunso, uro merasn ¢ Hanbojee BBICOKOH crerie-
HBIO CTPYKTYPHOM HeomHOpomHOCTH (cocrosHme 1)

107°

—
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Puc. 2. XapakTepucTHKY ITUKINIECKOH TPEITHHOCTOUKOCTH
HBJI cramu 15X1M 1P upu 560 °C (R ~ 0,05 — 0,07) musa pas-
nYHBIX cocrosuui meraia: @, ©, O — O0CHOBHOH MeTaLI
ucxonubli B cocrosuun: 1 (@), 2 (0O) 3 (O); A — meramn
CBapHOTO IIIBa B MCXOIHOM COCTOSHWH; [ | — OCHOBHOH Me-
Taju mocie Hapabotku 56 Teic. 4 (cocrosuue 4); S — rpaHu-
na 95 %-ro [OBEepUTEIHHOTO HHTEPBAIA

OTJIMYAaeTCA CAMBbIM HHB3KMM YPOBHEM XapaKTepH-
CTUK I[UKJINYECKON TPEIHHOCTONKOCTH U JIEMOHCT-
pUpyeT 0OTHOBPEMEHHO HAMOOJBIIHH pa3dpoc SKCIe-
PUMEHTANIBHBIX JAaHHBIX. /(13 Meramna co cpemHeit
(2) u ymepenHo# (3) crerneHbio JHKBAIIMOHHON He-
OJTHOPOJIHOCTH SKCIIEPUMEHTATbHBIE TOUKU 3aBUCH-
moctu CPT ot pasmaxa KMH pacnonaratorcs npu-
MepHO B 001iel mosoce pasbpoca. IIpencrasisercs,
YTO MOCTATOYHO 60JIbINOi pasdopoc ganubix mo CPT
IIEHTPOOEIKHO-TUTON CcTaTu O0yCIIOBIEH HATHIHUEM
CTPYKTYPHOU HEOTHOPOITHOCTH, B CBS3H C UeM OIIpe-
nenennoe sHadenne CPT ma muarpamme (sxcmepu-
MEeHTaJIhbHAs TOYKA Ha pHC. 2) OymerT 3aBHUCETH OT
TOT0, KAKOM KOHKPETHO JOKAJIbHOM 30HE COOTBETCT-
Byert nanHoe 3uauenue CPT, wiu, nnage rosops, Ka-
KyIO JIOKaJIbHYI0 30HY MeTajla IIepeceKkaeT BepIIu-
Ha TpeIIMHBI B paccMarpuBaembli  (urcu-
POBaHHBIN) IIPOMEKYTOK BpeMeHU (B IIMKJIOBOM
BBIPAKEHUN).

Mertann Tpy6s1, oTpaboTaBIei B cocTaBe mapo-
nposoxa (cocrosHue 4), UMeeT XapaKTEePHUCTUKU
[IUKJIAYECKON TPEeIIUHOCTOUKOCTH, OJIHU3KIe K YPOB-
HIO MCXOJHOTO MEeTa/ljIa ¢ IIPUMEPHO TOMH jKe CTele-
HBIO JIMKBAITMOHHOMW IOBPEKIEHHOCTH (COCTOAHUE
3). lluknuueckas TPeNIMHOCTOHKOCTh METAJIa IIIBa
ceapuoro coemgunenus [IBJI Tpy6 B mcxommoMm co-
CTOSHUHU HE XYJKe, YeM Y OCHOBHOTO MeTalia ¢ J[0C-
TAaTOYHO KAYECTBEHHOH CTPYKTYpPOi (COCTOSHUA 2
niu 3), 32 UCKIIOUeHUEM CaMOH BEpPXHEI YacCTH KH-
HETUYIECKOH [uarpaMMmsl (CM. puc. 2).
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O06paboTKy SKCIIEpUMEHTAIBHBIX MaHHBIX IJIT
MOJIyYEHUs [UArPAMMBbl ITUKJIMYECKON TPEeIIUHO-
croiikoctu (o tumy ypaBHerus IIspuca) IIBJI cra-
JIV BBITIOJTHSJIA B PAMKaxX KOHCEPBATHBHOTO ITOIX0/1a
[0 TPWHIAIY TIOCTPOEHUS BEPXHEH TPaHUIIBI
95 %-r0 1OBEPUTEIBHOTO UHTEPBAIA JJIS BCETO MAC-
CHBA JKCIIEPUMEHTAILHBIX TOUeK (cM. puc. 2). B pe-
3yJbTaTe MOJyYeHa alMpoOKCUMAINI B BHUIE TPAIH-
nmonHoro cootHomrenus (Ilapuca):

dl/dN = 1,23 - 1010(AK )%, (2)

roe dI/dN — CPT, m/uukn; AK,; — pasmax KWH B
nukine, MIla - M2,

TpemHOCTOHKOCTH (CTaTHIECKA)
IIpU IOJI3y4YeCTH

CratudecKyio TPeIuHOCTOUKOCTh CTAIH B YCIIO-
BUSX TOJ3YYECTH WCCIEOBATH JAJIS HUCXOIHOTO CO-
CTOSHUS MeTajlIa B TPEeX MOTU(PUKAITUAX II0 CTele-
HU JINKBAIIMOHHON HEOMHOPOIHOCTH (cOCTOAHUA 1,
2, 3) u maa meramna LIBJI Tpy6 mocie mapaborkw,
NpUMepHO paBHOK 56 Thic. u (cocTosHme 4) u
100 TbIc. u (cocTosuue 5). Msyuanu Takike MeTaLI
cBapubix coepuuenuii [IBJI Tpy6, BERIOUas meramt
1IBa 1 30Hy Tepmudeckoro Bausuausa (3TB), B ucxon-
HOM COCTOSHHMM H Iocie Hapaborku ~100 Thic. .
HcxomHbIi MeTaJT B COCTOSHUN 1 MCIIBITHIBAIN TIPH
temmeparypax 560 u 594 °C, ocrampHON — mpu
560 °C.

B pesynwprate ucmbiTaHWE TOLydYeHA 3aBUCH-
MOCTh CKOPOCTH POCTa TPEIIUHBI OT BEeJIHYUHBI
KHUH (K;) (puc. 3). OueBumer 10cTaTOIHO GOIBIIOH
pasbpoc SKCIepPUMEHTANbHBIX AAHHBIX, 0COOEHHO B
BepxHeH 007acTH KHHETUYECKOH TUATrPaMMBI, UTO
MOKEeT 00BSICHATHCH OOJBIITAM KOJIMIECTBOM MOJIH-
(uranmit uccnemyemoro meraia (B Y4aCTH OHOPO/I-
HOCTH CTPYKTYPbI, BpeMeHu Hapaborku u ap.). Ox-
HAKO XapaKTepHO, YTO MJIS HCXOMAHOTO MeTajia B
TpexX PasIUYHBIX COCTOSHUAX II0 CTEIIEHHU JIMKBAIU-
OHHOYM HEOZHOPOAHOCTH (cocTrosgHud 1, 2 u 3) sKcme-
pUMeHTaIbHbIE TOYKHU YKIAABIBAIOTCA TPAKTUIECKHU
B 006111yI0 IOT0CY pasbpoca (Ipu TeMIepaType UCIbI-
tauuii 560 °C). OTo CBHAETEIBCTBYEeT O TOM, YTO
BIUAHUE CTPYKTYPHOM HEOTHOPOMHOCTH CTAJIH HA
Ipoliecc Pa3BUTHSI B HEH TPEUIWH B 3HAUYUTENIHHOH
CTETIeHH HUBENHUPYETCA B YCIOBHUAX BBICOKOTEMIIE-
parypHoii nonsydectu. IIpu sTOM HOCTATOYHO ABHO
MIPOCIIEKUBAETCS BIUIHEE IMPOA0JIKUTEIHHOCTH Ha-
paboTKM MeTayyia Ha €ro CIIO0COOHOCTH COIPOTHUB-
JATHCS POCTy TpeluH nonsydectu. C mepexoaom oT
HMCXOHOTO K COCTOSHHUIO IT0CjIe HapaboTKu 56 ThIC. 4
u ganee — 100 Toic. u CPT B MeTasie yBenruunuBaer-
cs B cpenueM B 2 — 3 pasa. [loBsiienue remmepary-
PBI UCIBITAHWHN TPUBOIUT K OKUIAEMOMY yBeJIHJe-
a0 CPT B cramu maa KOHKpETHOH MOmTUUKAIAN
MeTasa.
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Puc. 3. 3aBucumMoCTb CKOPOCTH POCTA TPEIUHBI OT BEJIHYH-
wel KUH pas cranu 15X1M1® u ee cBaApHBIX COeIUHEHHUH
npu T, paBubix 594 (®) u 560 °C (ocranbubie suaykn): O, O,
®, ® — OCHOBHOU MeTaJI HUCXOJHBIM — JIUKBAI[MOHHbBIE
cocroguusi: 1 (O, ®), 2 (0), 3 (@); A u A — Merana mBa
U 30HA CIUIABJIEHUA B HCXOTHOM cocTosguuu; [ m + —
OCHOBHO#M MeTa1 mocie Hapaborku 56 u ~100 teic. 4; V u
V — MeTa/ul 1IBa W 30HA CIUIABJIEHUS IIOCTIEe HaApabOTKH
~100 ThIC. ¥

K nauboiee BasKkHOMY (DAKTOPY CII€ZyeT OTHECTH
CYIIIECTBEHHOE CHHIKEHUE COMPOTHUBIAEMOCTH Me-
TaJia POCTY TPEIHH MOI3yYeCTH B CBAPHBIX COEIHU-
mennsax 1|BJI Tpy6 mo cpaBHEHHIO ¢ OCHOBHBIM Me-
tasioM (cum. puc. 3). IIpakTudecku Bo BceM Hccieno-
BaHHOM JAuanaszoHe KOI(P(QHUIIMEeHTOB HWHTEHCUB-
voctu Hanpsixenuit CPT B cBapHBIX coemuMHEHUAX
CYIIIECTBEHHO BBIIIe (MAKCUMAIBHO MOYTH HA MIOPH-
JIOK), YeM B OCHOBHOM MeTalie. XapaKTepHO, YTO
HapaboTKA 3HAYUTENHHO MEHBIIE BIUIET HA Xapak-
TEPUCTUKN TPEIIMHOCTOMKOCTH CBAPHBIX COEIUHE-
HUM TIPH TOJI3YYeCTH IO CPABHEHHI0 C OCHOBHBIM
MeTaJJIOM: i1 CBApPHBIX COEIUHEHHWH B HMCXOTHOM
cocTossHUY U mocie Hapaborku ~100 Thic. 4 yKasaH-
Hble XapaKTepPHCTUKU II0 CYLIeCTBY caa00 OTIH4a-
IOTCST MEKAY cO00M, BHAYUTEIBHO YCTYIIAsd IPX STOM
AHAJOTHYHBIM XapaKTEepPUCTUKAM OCHOBHOTO MeTa-
n1a. CiaenyeT Takke OTMETUTH, 9YTO B COCTABE CBAPHO-
ro COeIMHEHHUs Hambojee HU3KOH TPEIMHOCTONKO-
CTHIO TIPU IIOJIBYYECTH OTIMYAETCS 30HA TepMude-
CKOTO BIUSHWS (BONHM3Y JWHUK CIUIABICHUS) IIPH
TOM, UTO ¥ JJIST METAJIJIA CBAPHOTO IIIBA COIPOTHUBIIE-
HHe POCTY TPEIUH M0JI3yIeCTH 3aMEeTHO HUKE, YeM
I ocHoBHOTO Metasna. [locnentee KocBeHHO yRa-
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3bIBAET HA TO, YTO HaMbOJIee YA3BUMbIMH MECTAMH B
cocrase naporposozos ['TIIT uz IIBJI Tpy6 asasaroT-
csi ceapHble coenuuenus (mpexae scero 3TB) u oo
IIOATBEPIKIAET OIBIT SKCILIyaTAIMH KPYIIHBLIX DHEP-
ro6sokoB TOC [7].

C yueroMm xapakTepa IIOJyYEHHBIX 3aBHCHMO-
creit CPT or KUH B ycmoBusax mossydecTy 9KCIEPH-
MEeHTa/IbHbIe JaHHble 00pabaThIiBaIH PA3IEIbHO 110
MAacCCHUBY 9KCIIEPUMEHTAIbHBIX TOYEK JJIT OCHOBHOIO
MeTa/la ¥ MeTaJjljia CBapHbIX coenuHeHuil. Perpec-
CHOHHBIA aHAIN3 BBIMOJHAIN IIOCTPOCHHUEM BepX-
Hel rpaHulbl 95 %-T0 JOBEPUTEIBHOTO HHTEPBAJIA C
MOJIy4YEeHHEeM KO2(P(HUIITHEHTOB COOTBETCTBYIOIINX
KPHUBBIX VIS KAYKIOT0 MACCHBA DKCIIEPUMEHTAIbHBIX
ToYeK. B pesyibTaTe moIydeHbl CIeayoIrue 3aBUCH-
MOCTH CKOPOCTH POCTa TPEIHUHBI [IPH MOA3YIECTH OT
Bennmunabl KWUH:

dl/dt = 1,95 - 10°14(K,)57 — 3)
11 OCHOBHOI'O MeTajlia;
d//dv = 5,02 - ]_0—12(K1)4,6 . (4)

I ceapHoro coepuuenwus, rae di/dt — CPT mpu
nonsyaectu, m/4; K; — KUH, MIIa - m'2.

[Tomy4yeHuble COOTHOINIEHUA MOTYT OBITH WC-
MTOJTb30BAHBI IPY AHANHW3€ JKUBYUYECTH IIapOIIPOBO-
moB us [{BJI Tpy6 mpu HaANMWYWU B HUX TPENIMHOIIO-
MOOHBIX medeKToB aubo mocjie BHIPA0OTKH UMU CBO-
ero mapKoBOTO pecypca.

BriBoanl

1. Kak cnexyer us pesynbTaToB UCHBITAHWN HA
CTaTHUYECKYI0 TPELHHOCTOUKOCTh, BS3KOCTh pas-
pymenns wmerauta [IBJI Tpy6 mpu womHATHOM
TeMIeparype cocrapiseT He meHee 61 Mlla - M2, a
rpu paboueii Temeparype mapomnposoaa (545 °C) —
~10% MIla - M2, Pacuernbie onenku KWUH s
30HBI CTHIKOBOTO CBAPHOIO COEIUHEHUS IAPOIIPOBO-
na I'TIIT us IOBJI tpy6 &920 X 32 MM, BBIIOIHEH-
HbIe B JIOCTATOYHO KOHCEPBATHBHON IIOCTAHOBKE,
mokasanu [6], 9YT0 B MOMEHT BBIXO[A IIOBEPXHOCT-
HOM TPEITUHBI HA IIPOTUBOIOIOKHYI TOBEPXHOCTH
cTeHKH TPyObI (T.e. HackBo3h) smauyenne KUH co-
crasutr 50 — 52 MIla - m'2. CiemoBarenbHoO, JaHHO-
My MOMEHTY COOTBETCTBYET YCJIOBHE COXPAHEHUS
HECYyIlei CIOCOOHOCTH IOBPEKIEHHOTO ydacTKa
Tpy6OIIPOBOAA 0 KPUTEPUI0 XPYIIKOM MTPOYHOCTH
¢ xKoappurmentom sanaca (mo K,,), paBubim ~1,2
IUisi KOMHATHOM TeMIepaTypbl M ~2 1 pabodyeit
TeMIepaTypbl. JTO 03HAYAET, YTO B HAYAIBHBIA MO-
MEHT CKBO3HOTO TTOBPEKIEHUA TPyOOIIPOBOIA OTCYT-
CTBYIOT YCJIOBHS IJII €ro KaTacTpohU4ecKoro pas-
PYILIEHWS WIW, WHBIMHA CIIOBAMH, XapakTep pas-
pyuienusi OygeT oTBeYaTh MOMAEIH «Tedb Iepe[
paspylieHueM».

2. ComocraBiieHHe [HATPAMMBI ITHKINIECKOH
TPEIIUHOCTOUKOCTH (CM. pHC. 2) ¥ B3aBUCHUMOCTHU
KUH ot ray6uHbl TPOTSIKEHHON MTOBEPXHOCTHOM
TPEIUHbI [6] CBUAETENLCTBYET, UTO BIUAHUE ITHK-
JINYECKOM HATPY3KU HA TEMII PAa3BUTHUA TPEIUH TJIy-
OMHOH BIUIOTH [0 CEpPemUuHBI CTEHKH TPyobl (K~
~ 25 — 30 MIla - m'2) Becbma HeBenuko. Ilpu mans-
HeWIlleM PasBUTHU TPEIUHBI BRI ITUKIAIHOCTH
HaTPy:KeHUs B IPOIIECC ee POCTa CTAHOBUTCA Oosee
OIIIYTUMBIM, U 711 TPEIHH OOJBIINX PasMepPoOB pPas-
pyuierue GymeT OmpeneaaThCsI He TOJbKO IOJI3yde-
CTHI0, HO ¥ YCTAJIOCTBIO. ¥YUeT IEePEeMeHHbIX Harpy-
30K Ipu aHanuse KuBydectu napomuporogor ['TITT
CTAHOBUTCA AKTYAJbHBIM MPUMEHHUTEIHLHO K 000DY-
IIOBAHUIO, pab0oTaIOIEMy B MAHEBPEHHOM PEKHME.

3. Hambomee KpPUTHYHBIMH yY9acTKAMH IIapo-
nposoxoB ['IIIT uz IIBJI Tpy6 aBaAtoTCa 30HBI TEP-
MUYECKOTO BJIMSHUS CTHIKOBBIX CBAPHBIX COEHHE-
HUH, TOCKOJIBKY CKOPOCTh PA3BUTHUA TPEIIUH I0JI3Y-
YeCTH B 3THX 30HAX IIOYTH HA IOPAAOK BBIIIE, YeM
B OCHOBHOM MeTaJLe.

Cornacuo guarpaMme ;KHBYYECTH, HOIYIEHHOH
C WCIOJb30BAHUEM ypaBHeHHUA (4), pasBuUTHE Tpe-
umabl B 3TB cBapHOro coepwiHEHUA OT HMCXOHOTO
IIOBEPXHOCTHOTO ZiedpeKTa TNIyOMHOH 2 MM [0 CKBO3-
HOU TPEIIWHBI MPOU3OUIET IIPUMEPHO 3a 25 ThIC. 4
[6], 4TO (paKTHUECKH He MPEBBIINIAET MEKPEMOHT-
Horo mepuoja. CiremoBaresbHO, MOCTE BHIPAOOTHH
ITAPKOBOTO PECypca KOHTPOJIb CBAPHBIX COEUHEHUH
Tpy6omposomoe u3 [IBJI Tpy6 cremyer mpoBoaMTH
B TOJHOM 00BbeMe W C IEePUOJANYHOCTHI0O HE peske
25 ThIC. 4.

AHanmu3 JKUByYeCTH CBAPHOTO COEIMHEHU I1apo-
mpoBojma @920 X 32 MM moKasan Takxke [6], 4dTo
BpeMs Pa3BUTHUA TPEUIUHbI HA CTAJUN €€ CKBO3HOTO
pocTa 0 HACTYIUIEHWS CIIOHTAHHOTO Pa3pyIleHHUsd
He mpeBsbIiaeT 1 % ot 00IIero BpeMeHH JKUBYIECTH
(71 MCXOMHOM TPEIIUHBI TIyOHHOM 2 MM). ITO yKa-
3BIBAET HA TO, YTO MPU MOABIEHUM IPOMIAPUBAHUSI
(cBHUIIIA) B 30HE CBAPHOTO COENUHEHUS TPYyOOIIPOBO-
na u3 [IBJI Tpy6 sHeprobioK moikeH ObITH HEMe-
JIEHHO OCTAHOBJIEH.
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Ienn ncenenoBanms — paspaboTKA HOBBIX KPUTEPUEB PA3PyIIEHU KBA3UXPYITKAX MATEPHAIIOB
B YCIOBHAX KOHIIGHTPAIIMY HANPKEHUN. BBINOIHEeH aHaIn3 BO3SMO/KHOCTH IIPUMEHEHU HeJlo-
KaJIbHBIX KPUTEPUEB PaspyIIeHus s OMCAHMS XPYITKOTO, KBASUXPYIIKOTO W BA3KOTO paspy-
LIIEHUsT MaTepuajoB ¢ Beipesamu. O0IIee CBOMCTBO STUX KPUTEPUEB — BBEIEHUE BHYTPEHHETO
pasmMepa MaTepuasa, XapaKTepPU3yIOIIEero ero CTPYKTYPY, YTO I03BOJISET OMUCATh MACIITAOHBIA
5(peKT B yCAOBUAX KOHIIEHTPAIIUN HANIPSKEHUI W TeM CaMbIM PACIIHPHUTH 00JIACTD UX IIPHMe-
HEHU 110 CPABHEHHMIO C TPATUIIMOHHBIMY KpUuTepraMu. BmecTe ¢ TeM mokasaHo, 4To sTa 06;1acTh
OrpaHWYeHA CIyJYasMU XPYIIKOTO JTHO0 KBasUXPYIIKOTO PaspyIIeHus ¢ MO 30HOM IIpeapaspy-
menns. J[Jg pacmmpenus o0IacTH TPUMEHEHWs KPUTEPHEB HA CIydau KBA3MXPYIIKOTO pas-
PYLIEHUS ¢ PA3BUTOM 30HOM IIpenpaspyIIeHus MPeIjIoKeH0 OTKA3aThCs OT THIIOTE3hI O pasMepe
30HBI IIPEAPA3PYIIEHNA KaK O KOHCTAHTE MATEPUAsa, CBI3AHHOM TOIBKO C €r0 CTPYKTYPOH.
Paspa6orasbl, pusmaecku 060CHOBAHbI U SKCIIEPUMEHTAIBHO ITOITBEP:KIEHBI HOBBIE HEIOKATIb-
Hble KPUTEPHH, ABIAIOIINECT PA3BUTHEM KPHUTEPHEB CPEJHUX HATIPIKEHMH 1 (DUKTUBHOU Tpe-
[UHBI. OTH KPUTEPHH COMEP/KAT KOMILIEKCHBIM IIapaMerp, XapaKTepUsyIOIIUi pasMep 30HbI
TpeapaspyIieHns ¥ YUATHIBAIOIINN He TOIBKO CTPYKTYPY MaTephalia, HO TAKMKe ero IIacThde-
CKHe CBOMCTBA, TeOMETPHIO 00pasIia U yCI0BUA HArpykeHws. [10/ydeHbl BhIpayKeHus I KPUTH-
YECKOrO JaBJIeHHs B 3a7a4e 00 00pa3oBaHuU TPEIUH OTPhIBA IIPU CIKATHUU B 00pasiiax reoMmare-
PHATIOB C KPYrOBBIM OTBEPCTHEM. Pe3y/bTaThbl PacdeToB XOPOIIO COIJIACYIOTCSI C JKCIIEPUMEH-
TAJIbHBIMU JAaHHBIMHU O paspymeHHI/I TUIICOBBIX ILJIUT C OTBepCTI/IeM.

KirodeBnle cioBa: XpyIKoe paspylleHre; KBa3UXPYIIKOe paspyllleHre; BI3Koe PaspyIlleHHe;
HEJIOKATbHbIE KPUTEPUHN; TeOMATEePUAIIBI; MACIITAOHBINA 9(h(eKT; KOHIIEHTPAIUA HATIPIKeHH.

THE USE OF NONLOCAL CRITERIA IN FORECASTING
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The study is aimed at the development of the new failure criteria for quasi-brittle materials in conditions
of stress concentration. The possibility of using non-local failure criteria for description of the brittle,
quasi-brittle and ductile fracture of the materials with notches is analyzed. The general feature of these
criteria consists in the introduction of the internal dimension characterizing the structure of the material,
which provides the possibility of describing a large-scale effect in conditions of the stress concentration
and thereby expand the area of their application compared to traditional criteria though it is limited to the
cases of brittle or quasi-brittle fracture with a small pre-fracture zone. To broaden the scope of their appli-
cation to quasi-brittle fracture with a developed pre-fracture zone we propose to abandon the hypothesis
about the size of the pre-fracture zone as a constant related only to the structure of the material. A num-
ber of the new nonlocal criteria, which are the development of the criteria of the mean stress and fictitious
crack, are developed, substantiated from the physical standpoint, and proved experimentally. These crite-
ria contain a complex parameter characterizing the size of the pre-fracture zone and taking into account
not only the structure, but also the ductile properties of the material, specimen geometry and loading con-
ditions. The expressions for the critical pressure in the problem of tensile crack formation upon compres-
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sion of the samples of geomaterials with a circular hole are derived. The results of calculations match
rather well the experimental data on the destruction of drilled gypsum slabs.

Keywords: brittle fracture; quasi-brittle fracture; ductile fracture; nonlocal criteria; geomaterials; scale

effect; stress concentration.

BBenenune

B pa6orax [1, 2] paccmoTpeHb! 00/1acTH IIprMe-
HEHUA KJIACCHYECKUX KPUTEpPUEB, KPHUTEPUEB MeXa-
HUKH Pa3pylIeHud, a TaKKe HEJIOKAJbHBIX KpPUTe-
pueB paspylieHus (CpeIHUX HANPIKEHUH U (DUK-
TUBHOM Tpemuubl). llokasansr mpemmyinecTsa u
OTPAHUYEHUS UCIIOIH30BAHUSI HETOKATbHBIX KPUTe-
pueB B 3amadve O MPOYHOCTH TBEPJOTO Teja, COMep-
JKAIIEero KOHIIEHTPATOP HANPSIKEHUH, IPH PACTIKe-
HUM U CKATHU. BaskHOW 0COGEHHOCTBHIO HEIOKATIh-
HBIX KPUTEPUEB SBJISETCI BO3MOKHOCTH UX IIPHMe-
HEHUA [JIA OMHCAHWUA PaspyIIeHUsd Kak y TVIaJKuX
(TymbIX), TAK U Y CHUHTYJIAPHBIX (OCTPHIX) KOHIIEH-
TPaTOpPOB HaIpsKeHWil. B kKagecTBe KOHIIEHTPATO-
pOB HaIpSKEeHHH OymaeM paccMaTPHUBATH BhIPE3bl
(oTBepCTH, IOJIOCTH) B TBEPAOM TeJIe.

Cpenu HeNOKaNIbHBIX KPUTEPUEB HAWUOONbIIIEe
pacmpocTpaHeHHe MOMYyYns KPUTEPHU CPpegHHX Ha-
npsuxkennii. OH OCHOBAH Ha IIpeacTaBjIeHuu o dop-
MHUPOBAaHWHU B MaTepuajie 30HbI IPeApaspyIIeHusd
(fracture process zone), B KOTOPOH IIPOUCXOIUT
JIOKAJIbHOE TIepepacipesiesieHre HAIPIKEHNH, B TO
BpeMsa KakK OCHOBHOH MaTepwal [gedopMupyercs
YyOpPYyTo BIUIOTH 10 paspylieHusa. Kro mpuMeHSOT
QHAJIOTUYHO TPAAULIMOHHBIM KPUTEPUAM C TOU
JIAIIB PA3HUIIEH, YTO pacyeT JeBOH 4acTh KPUTEPHUI
IIPOBOJAT IIyTeM OCPeJHEHUd HaIpPIKeHUU B MaIou
obiact BOJIM3U TOYKKM MakKcuMmyma. Pasmep asToi
o6ylacT¥ mOJAralT KOHCTAHTOM MaTephasa, Xapak-
TepU3YIOLIel# ero CTPYKTYPY. BhrancieHHyo Takum
00pa3oM BeNWUYWHY SKBUBAJIEHTHOTO HAMPSIKEHUS
NPUPABHUBAIOT K IIPOYHOCTHOH XapaKTEePHUCTHUKE
MaTeprana, KOTOPYIO TaKKe II0JIaraioT KOHCTAHTOM.

Kpurepuit (puKTHBHON TpeIWHBI OCHOBAaH Ha
MIPUMEHEeHUH METO0B MeXaHUKHU paspyienus. [
TPEIIUHbI B TBEPJOM TeJieé COCTABIAIOT IHEPTeTH-
yecKuil 6asaHc IpPU ee BUPTYAIBHOM MPUPAIIEHUN
Ha 0ECKOHEYHO MAayI0 BEIWYHHY W 3aIHCHIBAIOT
yCIIOBHE POCTa TPEIUHBI, KOTOPOe U ABIIETCA KPU-
Tepuem paspyurerus. [Iporeaypa npumenenus Kpu-
TepHUeB MEXaHWKU Pa3pyIleHus 00bIYHO CBOIUTCA K
pacueTy COOTBETCTBYIOLIETO KO3(PHUIMEHTa WH-
TEHCHBHOCTH HAINPSKEHWH, XapaKTepH3yIIero
CTETIeHb CHIKEHUA HANPSIIKEHUH y BEPIIUHBI TPe-
IWHBI, U TPUPABHUBAHUIO €T0 K KPUTHIECKOMY 3Ha-
YEeHWI0, KOTOpOe TaKKe II0JIaraeTcsi KOHCTAHTOH
Marepuana. J[asg Toro 4ToObI KpUTEpHH JTHHEHHOMN
(ympyroi#i) MexXaHWKH paspyIlleHus IPUMEHUTh K
ONHCAHUIO Pa3pylIeHud y TIJaAKOTO BbIpe3a, IIo-
cTymaioT crenyomuM obpasom. Ilpeamonarasor, 94To
B BepIIWHE BbIpe3a B 30HE KOHIIEHTPAIIUK HAIIps-

JKeHHH W3HAYAJIbHO CyIIeCTByeT BooOpaikaeMas
(bukTHBHAA) TpeluHA, [JIWHA KOTOPOU ABIAETCA
KOHCTAaHTOM MaTepuaia, XapaKTepH3yIolied ero
CTPYKTYPy. I TperuHbl, HaXOAAIIeHcsd B HeOHO-
POIHOM II0Jie HANPSIIKEHUH, PACCIUTHIBAIOT KO03(-
(ureHT UHTEHCHBHOCTH HANPSKEHUH U IPUMeHs-
IOT IIOAXO[I IMHEHHON MEXaHUKH Pa3pyIIEeHHU.

XoTs HeJOKaTbHbIE KPUTEPHH YCIIEIITHO UCIIOb-
3YIOT TIPU PEIeHVH HEeTUHEeHHbIX 3a7ad MEeXaHUKH
paspyiienus [3 — 6], obmacTs MX MPUMEHEHUS —
MIPENMYIIIECTBEHHO XPYIIKOe paspylleHue MaTepua-
JI0B ¢ Bbipesamu. J[1s1 onucaHus BA3KOTO paspylie-
HHSI HeoO0XOauMa JIOIIOJIHUTENbHAS WHQOpMAIUSI O
HEyIIPyTOM TOBEJIeHUH MaTepuasa B 30HE Ipeapas-
pYyIIeHus WK O KOHCTAHTAX MaTepuaia, Xapakre-
pU3YIOIUX €ero ImacTudeckue cpoidcrBa. I[Ipome-
JKYTOYHOE TIOJIOMKEHHEe MEKIY 30HAMH XPYIIKOTO U
BSI3KOTO pAaspyIIeHHs B3aHUMAalT 00JaCTH KBasH-
XPYIKOT0 U KBa3WUBA3KOIO paspyleHus. ITu odiac-
TH OTJIMYAIOTCA PAasMepPOM 30HBI IpeapaspyIleHus
I0 OTHOIIEHUIO K JiauHe Tpeiuub [7]. HacTo Takoe
oTIMYNe MeXAy 00JacTIMH He [ellaeTcsd, a paspy-
IIIeHNe C Pa3BUTOU 30HOU IIOBPEKIEHHOCTH, pasMep
KOTOPO# MOKeT ObITh COIIOCTABHM C PasMepoM Tpe-
IMUHBI W Teja, HAa3bIBAIOT KBasUXpPynkKuM [8].
B nanbueiiiiiem He OyzmeMm aenaarTh 3TOr0 OTIUYUA U
VI TPOCTOTHI TPOMEKYTOYHYIO 00JIaCTh MEKIY
XPYIKUM W BA3KUM paspylleHneM OyaeM Ha3bIBaTb
00JIaCThI0 KBA3UXPYITKOTO PA3PYIIEHHUS.

Harnsagao o6macTu XpymKoro, KBasuxpyIrkoro u
BSI3KOTO PaspyllieHus MOTYT ObITH IPECTABIECHBI HA
auarpamMMe paspylleHus B KOOpAMHATAX paspy-
mralas Harpy3ka — pasMep Bbipesa (puc. 1).

IlITpuxoBas mpamMas Ha puc. 1 COOTBETCTBYET
pacuery paspyliaoineil Harpysku (KpUTHIECKOTO
HAIPKEHUs) 10 TPAAUIIMOHHOMY KPUTEPHIO IIPOY-
HOCTH, KOTOPBIN UMeeT BHU]L

0, < 0y, (1)

rme o, = f(o;); 0y = const. OJKBUBaIeHTHOe Ha-
IpsIKeHNe O, XapaKTepuayeT BHYTpPEeHHee Hamp:-
JKEHHOE COCTOSHFE Tejia U B 00IleM CIydae SBJIsger-
¢ (pyHKITMe! KOMIIOHEHT TeH30pa HaMpKeHuH Oj;.
IIpouynocts MaTepuana o, mojaraerca KOHCTAHTOM.
Hacrynnenuio mpemenbHOT0 cocTosHHUA (paspyiie-
HHIO) COOTBETCTBYET 3HAK PABEHCTBA B BHIPAKEHUU
(1), a KpUTHYECKOe HANPAKEHHE O, IIPU KOTOPOM
B Hambojiee HAMPSIKEHHOM TOYKEe Teja OCTHTra-
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Puc. 1. Tuarpammsl paspyiieHus npu xpynkom (1), kBaszu-
xpynkoMm (2) u Ba3koMm (3) paspylieHuu

eTCd IIpeaesibHOe COCTOIHHEe, OIIpenessieTCd BbI-
paxeHneM

o, = 0y/K,, (2)

rme K, — KO3(p(PUIMEHT KOHIIEHTPAIMK YIIPYTHUX
HaIpAKeHUH, XapaKTepu3yIolIui OTHOLIEHNE Y9KBU-
BAJIEHTHOTO HAIPSKEHUS O, B Hanbojiee HAMPIKEH-
HOH TOYKE Tejia K IIPHUI0KEHHOMY HAIIPKEHUIO O.

Ilna ympyromiacTuieckoro tena KoaguIirnesT
KoHIleHTpanuu Hanps:xenuii K, < K, Bciencrsue
repepacIpeie/ieHus yIpyTux HANpPSKeHUH B IUIa-
CTHYECKOU 30HE (30He mpeapaspyiienusd). Kosddu-
uueHT K, onpeendioT U3 pelieHusd yIpyroliacTH-
yeckoi samauu. COOTBETCTByMOIllee 3HAYECHHE KPH-
THYECKOTO HAIPAKEHMS IMOKA3aHo Ha puc. 1 (mps-
mad 3). B cooTBeTCTBHE C TPATUIIMOHHBIM ITOAX0I0M
K pacdery Ha MPOYHOCTH paspyllaioliee HaIpsKe-
HFe He 3aBHCHUT OT pasMepa KOHI[EHTpaTopa Halps-
SKeHUI, MaciTabubli appexT orcyrcrByer. Paspy-
mrenre obpasiia ¢ BhIPEe3oM Ja00ro pasmepa [ mpo-
HUCXOOUT IIPYU OAHUX U TeX JKe HAIIPIKEeHUAX O, < 0.

B COOTBETCTBHHU C COBPEMEHHBLIMHU IIpeacTraBJie-
HUSIMH O PeabHOM TBEPAOM Tejie, 061aailIeM us-
HaYaJIbHOU Ie(EeKTHOCTHIO, Majble MCKYCCTBEHHbIE
nedeKTsI, pasMepbl KOTOPBIX COTIOCTABUMBI C pasMe-
paMu CTPYKTYPHBIX COCTABJAIOIIMX MaTepuasa, He
OKas3bIBaKOT BJIUAHUA Ha €ro IIpoYHoOCThb 40 TeX II0p,
[0OKa UX pasMephbl HEe JIOCTUTHYT OIPEeIeeHHOTO
(kpuTHUeckoro) suadeHusd. [locie mOCTHIKEHUA KOH-
[EHTPATOPOM HATIPS/KEHUN KPUTUYIECKOTO pasMepa
[, paspyiaroiiee HaIPSIKEHUE YMEHBIIIAETCA ¢ POC-
TOM [, aCHMIITOTHYECKH MIPHUOIMKASICH K TeopeTHde-
cxkomy sHauenuw 0y/K, (cm. puc. 1, kpusas 1), pac-
cuuTaHHOMY 110 (popmyie (2) mpu XPYIIKOM paspy-
[IeHUH, WK K 3HaueHuio 0y/K, (cMm. puc. 1, kpuBas
2) Npu KBasUXPYIIKOM Pa3pyIIeHHH.

B nepBom ciyuae martepuan BefeT cebst yrpyro
BILIOTH 10 Pas3pyIleHHs, JeMOHCTPUPYET BBIPAKEH-
HBIH MacmTabHbIH 3dderT u paspymiaercs 6e3 06-

pasoBaHus ILIACTHYECKHX (HeoOpaTumbIx) medop-
Marui B 30HE KOHIIEHTpanuw HampsskeHuii. Ksa-
BUXPYITKOE paspyiienue XapaKTePU3yeTCs
00pasoBaHreM 30HBI MOBPEKIEHHOCTH (IIIACTHYHO-
ctu). Ecnu pasmep 30HBI TOBpeskIeHHOCTH d COTIOC-
TaBUM C pasMepaMH CTPYKTYPHBIX COCTABJISIONIAX
Marepuasa, TO ero IJIaCTUYeCKUe CBOUCTBA MPOSB-
JAI0TCA ¢1ab0 U paspyllieHne HOCUT XPYIIKUH XapakK-
tep. Ho ¢ yBemnuenvem d miactudeckre CBOMCTBA
MPOSBIAIOTCA CUIbHEe, XapaKkTep paspylleHus Me-
HAeTcA W MaciTabHbli 3QQeKT MposaBIsieTcd B
MeHBIIeH creneHu. B mpeperne, korma pasmep 30HBI
MOBPEKIEHHOCTH HAMHOTO IIPEBBIIIAET pPa3Mep
CTPYKTYpPhI MATEPHUAJIA, UMEEM OOBITHOE BI3KOE pas-
pyllIeHue yIpyroliaCTUYeCKOTO Tea, MpHu 3ToM d
MIPOIIOPIIHOHAIEH [, MacIuTabHbIA apeKT oTcyTcT-
Byer (cM. puc. 1, npamasd 3).

B Hacrodiiee BpeMsa JJId OIIMCaHUA KBAa3UXPYII-
KOTO paspylIeHus MIHUPOKO HUCIIOIb3YIOT MOIENH KO-
Te3MOHHOM B30HBI MIW KOT€3UMOHHOM TpeIUHBI
[7-13]. Tloxm KOTe€3MOHHOIN 30HOW ITOHUMAIOT O00-
JIaCThb, B KOTOpOfI CUJIBI CIICIJICHU MEeXKAy JYaCTHUuIla-
MU MaTepuana ciabee, ¥eM B OCHOBHOM MaTepHale.
3aroH ocnabnenus (softening law) samaercs ampuo-
pu. OOBIYHO KOTE€3MOHHAA 30HA IIPEACTABISIETCH B
BHle MaTeMaTHYECKOro paspesa (TpeliuHbl), mo Oe-
peraMm KOTOpPOTO MAEeHCTBYIOT HOpPMAalbHbIE CHIIBI,
MMUTHPYIOIIUE CHIIbI clierienus. J[isa pacuera pas-
PYIIAIOIIEro HATIPAYKEHUS UCIOAb3YIOT AlIapar Me-
xaHuku TpermuH. Mogenb KOre3suOHHOU TPeIUHbI
MpeACTaBaAeT cob0i JOTUIECKOe Pa3BUTHE MOJEIU
(pHUKTHUBHOI TPEIUHBL.

B pesynbrare pacmpocrpaHeHus KOTE3HMOHHBIX
MOJeJIeH CI0KUIOCH YIPOIIEHHOE IPe/ICTABIEHHE O
MOJEAX KBASUXPYIIKOTO U XPYIIKOTO Pa3pyIleHusd
II0 IIPHUHITUILY HCIIOJAb30BAHUA HJIN HEHNCIIOJ/Ib30-
BaHUsI B HUX B ABHOM BHJe 3aKoHa ocnabienus. He
BIABAsACh B BOMPOCHI (PUBUIECKOH aeKBATHOCTU
pasIuYHBIX (B TOM dYHCIIe KOTe3HWOHHBIX) MOesei
paspylleHus, 3aMeTHM, YTO He CyIIeCTByeT IIPUHITH-
IUaIbHBIX OTPAaHMYEHUN Ha HUCI0Ib30BaHUE IPYTUX
(HEeKOTe3MOHHBIX) MOJeNed i ONMHUCAHUS KBa3W-
Xpyngoro paspyuierus. CTOUT yIOMSHYTH MOZIENIH
C 3aTyIUIeHHeM BepIIHHBI BhIpe3a B pedyiabrare 00-
pasoBaHus 30HBI IOBpe:xgeHHoctd [14, 15] waum
MOJeJIH C ierpajialiue yIpyrux CBOMCTB Marepruaia
B TOH :Ke 30He [16].

Ina pacuera paspyIiamoIero HaIpPIKeHUT
60JbIIIOEe 3HAYEHHE UMEIOT He TOIBKO BU] KPUTEPUS
¥ COOTBETCTBYIOIAA BBIYUCIWTEIbHAS IPOIEaypa,
HO ¥ MPaBUJIbHOE OIpeeIeHre IapaMeTpoB KPUTe-
pus, Tpeskae BCEro pasMepa 30HBI Ipeapaspylie-
Huda. B pambHe#eM moj KBasUXPYIKUM paspylie-
HreM OyaeM IOHMMATh BHE3AIHOe PacIIpocTpaHe-
HHe HEeyCTONYUBOM TPEIUHBI (XapaKTepHOoe TaKkKe
IUIsT XPYTIKOTO Pa3pyIleHus), COMPOBOKIAIONIEeCcs
o0pasoBaHMeM 3HAUYUTENHHOH 30HBI Ipeapaspylie-
uus. [Ipu sToM pasMep 30HBI IpeapaspylieHus d
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OymeM CpaBHHBATH HE C PasMepoM TPEIIHHBI, Kak
9TO TIPUHATO B MeXaHHUKe TpemuH [7, 8], a ¢ xapak-
TEPHBIM PasMepoM CTPYKTYpbl marepuana d,. Ecmu
d =d, OymeM TOBOPUTHL O XPYIIKOM paspylie-
HuH, eciu d > d,, — 0 BA3KOM paspyiineHuu. Pas-
Mep dy — 9TO, TI0 CyTH, pasMep MPeICTABUTEIBHOTO
obbeMa marepwasa, T.e. MHUHHMAIBHOTO 00beMa,
B KOTOPOM OCpEeIHEHHbIe HAIPSKEHUSI MOTYT ObITH
paccuuransl Mo Teopuu ynpyroctu. [losTomy mepe-
pacrpesiesieHie HANPSKEHUN B mpeesax d, He CBS-
3aHO C IJIACTUYECKOU (B MAKPOCKOIIMYECKOM CMBbIC-
me) nepopmariueir marepuana. Ilnacruyeckne cBoii-
CTBa Marepuata HPOABIIOTCI TIpu d > dy U TeM
cunbHee, yeM d 6osbiie d,. C yduerom sToro mpe-
craBuM d B CIIELyIOIIEM BHUJE:

d =dy + BL,, (3)

roe L, — pasMep 30HBI KOHIIEHTPAIIUH HAIIpsKe-
Huii;  — 0Oe3pasMepHBIN ITapaMeTrp, XapaKkTepusy-
OIUY TIACTHYHOCTH Marepuana. s XpynKux Ma-
TepuasioB [ =0, 1A [IACTUYHBIX MATEPHUAIOB
B> 1. Ilpu B~ 1 marepuan xapakrepusyercs yme-
PEHHBIMHU ILTACTHIECKUMHU CBONCTBAMU.

IIpu BsisKOM paspyIlleHWH KPUTHIECKOe HAIp:-
JKeHHEe He 3aBHCHT OT pas3Mepa KOHIleHTparopa Ha-
MPSKEHMH, TI09TOMY pasMep 30HBI TOBPEKIEHHOCTH
MIPOTIOPIIHOHAIEH pasMepy KOHIIEHTpATopa M, COOT-
BETCTBEHHO, pasmepy L, (Ipu Heu3MeHHBIX TPaHUY-
HbIX ycaoBuax). [Ipu xpynkom paspyiiennn, Hampo-
THB, pasMep 30HbI MOBPEIKIEHHOCTH HE 3aBUCUT OT
pasMepa KOHI[EHTPATOpa HAIPSKEHUH U OIpees-
eTcd CTPYKTYPOH MaTepuaa.

Ilpu cxarum paspyinamoliee HaIpsKeHHe,
XapakTepusymwiiiee 00pa3oBaHUWe TPEIIUH OTPhIBA
y BBIpesa, UMeeT BHUJ, aHAIOTUYHBIA OKA3aHHOMY
Ha puc. 1, ¢ TOH JIUIIb PASHUILIEH, YTO POIb K0a(du-
[HeHTa KOHIIEHTPAIIUY HANPAKEHUH BbIIOIHAET
OTHOIIIEHWE IIpefieia MPOYHOCTH MaTepHaja IIpu
CKATUU K TIpeJielly MPOYHOCTU MPH PACTIIKEHUH.
ITpm maneix 3HaueHuax L, MaTepuaa He UyBCTBYET
MPUCYTCTBUA KOHIIEHTPATOPA HATIPIKEHUH U paspy-
mIaeTcsa Kak TJaAKui o0pasel] HpH IOCTKEHUU
KPUTHYECKUM JIABIEHHEM IIpejieia MPOYHOCTH IIPU
cxkatuu Cy. Ilocie mocTuskeHUA KPUTHIECKOTO Pas-
Mepa KOHIIEHTpaTropa paspyliawiiee IaBIeHUE P,
YMEHbIIIaeTCsd, ACHUMITOTUYECKH MPUOIMIKAICh K
npezeny npodnoctu 1y MaTepuasa mpu PacTSKeHun
B ClIy4ae XPYIKOTO Pa3pyIIeHUs U K HAIPSKEHUIO
T, (Cy>T,>T, B ciyiae BSI3KOTO paspylIieHUS
(puc. 2).

Paccmorpum m3sBecTHBIE HEIOKATbHBIE KpPHTE-
PUH € yIETOM HU3JI0KEHHBIX BBIIIE IIPEICTABIEHUH 0
opMHUpPOBaHUH 30HBI IOBPEKIEHHOCTH.

Kpurepuii cpeiHux HAIPAKEHUH

W3 HenokanbHBIX KpUTEpHEB HAUOOIbIIEe pac-
IIpOCTpaHeHNe IONYyYHJI KpUTEepUH CpeqHUX Hamps-

Pe

Puc. 2. 3aBucuMoCTh KPUTHIECKOTO IABIEHHUSI OT pasMepa
30HBI KOHIIEHTPAI[UY HANIPAKEHWH Ipu XpynkoM (1), kBasu-
xpynkoMm (2) u Ba3koMm (3) paspylieHuu

JKeHUU, WJINM WHTeTPAIbHBIA KPUTEPUU, KOTOPBIHU
umMeeT BUJ

<0e>d < Oy, (4)
1 d
e (0,)g = ¥l { o, (x)dx — (5)

yCpeJHEeHHOe Ha PACCTOSHHUU d II0 OIACHOMY cede-
HUIO 3HAYEHWe SKBUBAJIEHTHOTO HATIPAKEHUH.

Jna Xpynkux MaTepuanoB pasMep yCpeIHEeHUST
d momaraioT KOHCTAHTOH MaTepHanad, XapaKTepu-
3yIOllled ero CTPyKTypy:

d = d, = const. (6)

Kpuruueckoe maBienme mist obpasiia ¢ Kpyro-
BBIM oTBepcTreM [1]

1+2d/D)3

, 1>, 7
1+d/l ™

pc=X 0

roe x = Ty/Cy; | — nuameTp oTBEpCTHA; [, — KPUTH-
yeckuil muameTp orBepcerua. [y onucaHus KBasu-
XPYIIKOTO paspyIleHus 3HauYeHue d OIpPemeIuM II0
dopmyne (3), B KOTOPOH pasMep 30HBI KOHIIEHTpPA-
UM HaTIPSKEeHUU

c
- Pe (8)
|grado, |

e
Pacnpe;[eneHHe HOPMaJIbHOTO Halpamennus
BOOJIb JIMHUW IIPUIOMKEHUA HArpPysKH HMeEeT BH]

[17]

4 2

a* a
Oy -2 < =2 ) ©)

20 x* «x
Iie p — IPWIOXKEHHOE CKUMAIoIlee HaIpIKeHUe
(maBnmenwe); a — paauyc orBepctus. Hauano ko-
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Puc. 3. 3aBUCUMOCTH KPUTHIECKOTO JABIEHUS OT JHAMETPA
OTBEPCTUA: TOUKU — DKCIIEPUMEHTAIbHbIE TaHHbIE; KPUBBIE
1,2, 3 — pacyer 1o KpUTEPUIO CPETHUX HATIPKeHUH (@) U 1o
KPUTEPHIO (PUKTHBHOM TPEIHUHbI (0)

OpAWHAT BBHIOPAHO B I[EHTPE OTBEPCTHs, HAIPS-
JKeHUe p MPHUHATO IOJIOKUTEIbHbIM. Pasmep 30HBI
KOHIIEHTPAIIUN HaNpPAKeHUN, pacCYUuTaHHBIM II0
dopmyre (8) ¢ yaerom (9), cocrasun L, = [/10. Kpu-
THYEeCKOoe JaBjeHue moiryduM, moacrasus (3) B (7) ¢
y4IeTOM OIeHKH L,:

1+2d,/1+0,2p)°3
De :Xco( o/ P . (10)
1+d,/l+01B
IIpu [ — o umeem
3
L 4+0% (11)

T, 1+01p

IIpoBemena skcriepuMeHTaIbHAS IPOBEPKA BO3-
MOSKHOCTU IIPUMEHEHUA KPUTepHUs CpPeIHUX Hampd-
JKeHUH K OIleHKe 00pa3s0BaHUs TPEIIUH OTPHLIBA IPH
cxaTuu. B KadecTBe MOIENBHOTO MaTepuajia WC-
MOJIb30BAJIM JTUTHUAPAT Cyjabgara Kaublud (IByX-
BOIHBIA THIIC), IPUTOTOBICHHBIH K3 BOIHOTO pac-
TBOpA CTPOMTENBHOrO rumca. Hapsamy ¢ moiyBoj-
HBIM CyJb(aToM KaJbI[isd CTPOUTENLHBINA TUIIC YiKe
COZIEPIKUT B CBOEM COCTABE OIPENEIeHHYI [OJI0
IBYXBOIHOTO CyJib(para KajabIlhsi, KOTOPHIM He yda-

CTByeT B peaKIuy THUAPATAIUM I[IPH H3TOTOBJIE-
HHUHU 00pasIoB U PAKTHUYECKH UTPAET POJIb 3aI0JHH-
TessA. BbUIM M3rOTOBIEHBI [BE IMAPTHH 00pPA3I[0B:
OlHA M3 THIICOBOTO MaTepuajia C BLICOKMM (Oosee
90 %) copmep:xaHreM MOJIYBOIHOIO CyJabgaTa Kallb-
nua (rumc 1); BTopad — W3 THUIICOBOTO MaTepHasia
¢ HuskuM (B mpegenax 60 — 70 %) comep:kaHueM I10-
JIyBOIHOTO Cyib()aTa KaJIbIHsi B HCXOAHOM COCTaBe
(rumc 2).

OO6pasoBanue TpPeLINH OTPHIBA B 30HAX KOHIEH-
Tpalliuy HATPSIKEHUH UCCIe0BaIu Ha 00pasiiax, co-
IEPIKAIINX IEHTPAIbHBIE KPYTOBbIE OTBEPCTHA Pas-
JIMYHOTO JUaMEeTPa U IIOJBEP/KEHHBIX OIXHOOCHOMY
c:xaTHio co ckopocrbio 0,5 mm/Mun. O0pasisl mpes-
CTaBIANU COOO¥M KBaJpaTHbIE IUIUTHI Pa3MepoM
200 X 200 mm u TommmuoM 30 — 35 MMm. [uamerp
oTBepcTuda u3MeHAnu ot 3,5 mo 25 mMm. Ha xoHTyp
OTBEPCTHUS HAHOCWIHN TPA(UTOBBIE IATIYUKU DIIEK-
TPOIIPOBOUMOCTH. TPEIUHBI OTPHIBA PETHUCTPUPO-
BaJIHU 110 JUarpaMMaM H3MEeHEHHUS 3JIeKTPOIIPOBOIH-
MocCTH TPA(UTOBBIX JATIUKOB B IIPOIECCe HATPY:Ke-
HuA obpasia. Meroguka nmpoBeeHus SKCIIepUMeHTa
ommcana B pabore [18].

O6pasiipt u3 rumnca 1 uMenu Xpynkui xapakTep
paspyiienns. PopMuUpoBaHUe TPELIMH OTPhIBA HA
KOHType KPYTOBOTO OTBEPCTHUS HOCHUJIO BHE3AITHBIN
XapakTep i BCeX MCCIETOBAHHBIX AMAMETPOB OT-
BEPCTHI, HPOTIKEHHOCTh TPEIWH B MOMEHT o0pa-
3oBaHus cocrasisia 5 — 6 cu. C yBenmuuenuneMm qua-
MeTpa OTBEpPCTHUS HAOIIOJANOCh CHIKEHUE BEIUYH-
HbBI KPUTHYECKOTO JABJIEHHUSI B MOMEHT 00pa30BaHusd
TPEIuH, JaJbHeHIllee Pa3BUTHE TPEIUH IPUBOIH-
JI0 K paspylieHuio o6pasia ImyTeM pacKaIbIBaHUs
Ha nBe yactu. PopMuUpOBaHME TPEIIWH OTPHIBA HA
KOHTYpe KpPyroBoTO OTBepcTua nuamerpoMm 10 MM u
Oosiee B obOpasiiax H3 IUIICA 2 IPOMCXOIUIIO IIOCTe-
TIEHHO, YTO XapaKTEPHO i BA3KOTO pas3pyIIeHWU.
Ilocne obpasoBanus yoaleHHBIX OT KOHTypa OTBEP-
CTUS TPEIIVH PACKPBITHE MEPBUYHBIX TPEIIUH OT-
phIBa YMEHBIIATIOCh, WX POCT IIpeKpalajicd, Ha
JATBHEUIIINHA [IPOIecC paspylleHus obpasiia OHHU
BJINAHHUSA HEe OKa3bIBAJIN.

Ha puc. 3, @ mpencraBieHbl 3KCIIEPUMEHTAIb-
Hble 3HAYeHHuA (TeMHbIe TOYKH) HATPY3KH B MOMEHT
obpa3oBaHUA TPENIMH OTPHIBA HA KOHTYpPE OTBEP-
CTHA B 3aBHCHUMOCTH OT €ro JuaMerTpa, II0JIy4YeHHbIe
Ha ofOpasmax u3 rumca 1, U pesyabTarhl pacuera
KPUTHYECKOTO naBieHus (kpuBasg 1) mo dopmyie
(10) mpu B = 0. Benuumna d, = 1,1 mm okrasamachk
COTIOCTABHMOM ¢ pasMepoM Haubosiee KPYITHBIX IIOP.
[ITpuxoByI0 IPSAMYI0 PACCUUTHIBAIN COIVIACHO Tpa-
IUITNOHHOMY TIOIXOY. 31eCh K€ IPHUBEIEHbI SKCIIe-
PUMEHTAILHLIE JaHHbIEe (CBET/IbIe TOUKH) U Pe3yJib-
TaThl pacuera A Truica 2 mpu 3HadeHuax [ = 0
(kpuBasg 2) u p = 2,5 (kpusas 3). B mepsom ciayuae
pasmep d, cocraBun 4,5 MM, BO BTOPOM — 2 MM.
B coorBetcrBuu ¢ opmyoit (11) B mepBoM ciayuae
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Hanpssxkenune T =T, Bo BTOopom — T, = 27T,
(crutourHas mpsMas).

Puc. 3, @ unmocTpupyeTr CyIeCTBEHHBIH Mac-
mTabubIi o(pdeKT, T.e. BINAHHE AUAMETPA OTBEP-
CTHA HA JIOKAJIbHYI0 MPOYHOCTb Martepuana. C ero
yMeHbIIIEHHEM KPUTHYECKOe JaBJIeHUEe BO3PacTaer,
JocTHTras mpejena IMPOYHOCTH HA CHKATHE, C YBEJIH-
YeHHeM — aCHUMIITOTUYECKH MPUOIMKAETCI K Ipe-
JleJly TIPOYHOCTH Ha pactaxeHue T\, mud rumca 1 u K
Hanpsskenuio T, — mmus runca 2. Takoe moBegeHue
XOPOIIIO OITHUCHIBAETCA MOTHU(PUITUPOBAHHBIM KPHUTE-
pueM cpeIHUX HANPSKEHHUH, B KOTOPOM pasMep yc-
penuenus d ornpeneinsercs 1mo gopmyie (3).

Kpurepuii (pukTUBHON TPENIHHBI

Kpurepuit (puKTHBHON TpeIIHHBI OCHOBAH HA
MOJIETMPOBAHUHU B30HBI MPeApas3pyIIeHus B BHIE
TPEIIUHbI, UCXOAAINIEH U3 BEPIINHBI KOHIIEHTPATO-
pa. In1a TpemiuHbl, HaxoqAIEWcd B HEOJHOPOIHOM
IIoJIe HAIPSIKEHUH, PACCIUTHIBAETCI KOA(MUITHEHT
WHTEHCUBHOCTH HANPSIKEHUH U TPUMEHSeTCH TOJ-
XOJ IMHEUHON MeXaHUKH pas3pylleHusd, B COOTBETCT-
BUHU C KOTOPBIM HACTYILUIEHHE IPENEeNIbHOTO COCTOA-
HHUSA (POCT TPEIHUHBI) CBA3LIBAIOT C JOCTH:KEHUEM
K09(P(PUIIMEHTOM HHTEHCHUBHOCTH  HANPIKEHUH
KPUTUYECKOTO 3Ha4YeHuA. HavanbHy ANTHHY Tpe-
IUHBI d TIOJIAralT KOHCTAHTOH MaTepuana. Kpuru-
JecKoe JaBleHHe s o0pasiia ¢ KPyroBbIM OTBEP-
CTHEM OIpeJeiaeTca BrIpaskeHueM [2]

1 9\ /2
=xC,|-=|1+— +
Pe =0 2( l)

72 9N\
3.2 PG | I
2 ! ! 212J

IlogcraBue (3) B (12) ¢ yderom caeraHHOK
BBIIIE OIEHKU 1714 L,, 1719 KBa3UXPYIIKOTO MaTepra-
JIa TIOJIyYM

[ -3/2
De :XCOL—;(1+O,ZB+%ZZOJ +

-7/2
+3(1+0,2[3+%l°) X
2 l

N
x| 1+ 0,18+ L) + 1(0,1[3 + doj | . (13)
[ 2 l J

IIpu [ — oo umeem

T, :r—l(l +0,28)7%2 +
T, | 2

3 “1/2 1 Nl
+§(1 +0,2p) 1+01p+ 5(0,1[3) J . (19

Ha pwuc. 3,6 mpencraBieHbl SKCIEPUMEHTAH-
Hble 3HAYEHWs (TEMHBIE TOYKH) BEIUUWHBI HATPY3-
KU B MOMEHT 00pa30BaHUs TPEIIWH OTPHIBA HA KOH-
Type OTBEpPCTHA B 3aBHCHMOCTH OT €T0 JuaMerpa,
MOJIyYeHHbIe Ha 00pasiiax u3 rumca 1, ¥ pesyabTraThl
pacuera KPHUTHYECKOro jmaBieHus (KpuBas 1) 10
dopmyne (13) mpu [ = 0. Pasmep d, cocraBma
0,8 mm. IITpuxoByI0 HPAMYH PACCYHUTHIBAIH CO-
[JIACHO TPAJHUIIMOHHOMY IMOAXOLY. 37eCh :Ke IPHBe-
JEeHbI DKCIIEPUMEHTANbHbIE JaHHbIe (CBET/IbIe TOY-
KH) W pe3yJbTaThl pacyeTa JJid TUIca 2 IpHU 3Ha-
yenuax [ =0 (kpuBas 2) u B = 1,45 (kpuBas 3).
B mepBom ciayuae pasmep d, cocraBua 3,3 MM,
Bo BropoM — 0,9 mMm. B coorBercrBum ¢ dopmyiroi
(14) B nepBoM ciyuae Hanpsa:xenue T = T, Bo BTO-
pom — T = 27T, (cumorHasa mpaMas).

Pesynbrarsl srcmepuMeHTa XOPOIIO OIHCHIBA-
IOTCST MOTU(PUITUPOBAHHBIM KPUTEPHEM (PUKTUBHOH
TPEeIIUHBI, B KOTOPOM JIJIMHA (DUKTHUBHOMN TPEIIHHBI
d ompepensaercs 1mo dopmyie (3).

Brisoanl

1. Paspaboranbl HOBbIe HEJIOKAIbHBIE KpPHUTE-
puH paspyIleHus, SIBIAIONINECT PAa3BUTHEM KpHUTe-
pUeB CpefHUX HATPAKEHUH U (DUKTUBHOU TPEIH-
Hbl. Kpurepuu comepsxaT KOMILIEKCHBIH ITapamerp,
XapaKTepPUsyIIHH pasMep 30HbI IpeapaspyIeHus
¥ YIYUTBHIBAIOIIUHM HE TOJIBKO CTPYKTYpPy MaTepuala,
HO TaKKe IUIACTUYECKHWe CBOMCTBA MaTepuasia, reo-
METPHIO 00pasIa U YCIOBUS €r0 HArPy KeHHUSI.

2. IToxkasano (cM. puc. 3), 9TO SKCIIEPUMEHTATIb-
HbIe JaHHbIe, MOJyJYeHHbIe IPK XPYIKoM (rumc 1) u
BA3KOM (THIIC 2) XapaKTepax pPaclpoCTPaHeHus Tpe-
IUHBI OTPBIBA OT KPYTOBOTO OTBEPCTHA IIPH CIKa-
THH, XOPOIIO OIMCHIBAIOTCI MOTHU(PUITHPOBAHHBIMU
HEJIOKAJIbHBIMU KPUTEPUIMH, B KOTOPBIX H3MEHe-
HHe pasMepa 30HbI IpeapaspyIlieHus OIeHUBAETCS
B COOTBETCTBUU ¢ BhIpaxkenueM (3). B mepsom ciy-
Yyae mapamerp ILUIACTUYHOCTH 3 paBeH HyJIi0, BO BTO-
POM — OIpeaeaeTcs ACUMIITOTHIECKUM 3HAYeHUEeM
KPUTUYIECKOTO [aBICHHUA IpuU OONBINHUX pasMepax
OTBEPCTHS.
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HpI/I onpeneneHHH MeXaHU4YeCKux CBOﬁCTB MaTepI/IaJIOB KHHEeTH4YEeCKUM I/IHJIeHTI/IpOBaHI/IeM C pe-
THCTpaIliell [uarpaMM BIABJIMBAHWA HEOOXOMMM TIATEIbHBIA yYET YIIPYTOM IOJATIHBOCTH
mpubopa — TBepmoMepa. OT METOTUKH OIEHKH U yJeTa YIIPYroi IMOJATIUBOCTH B HAUOObIIIEH
Mepe 3aBUCAT OIpefeseMble 3HAUEHHUSI MOMAYJIA HOPMATILHOM YIIPYTOCTH HCIIBITYEMbBIX MaTe-
puanos. IlosToMy IpoBEpKy METOAUK CIIEAYET ITPOBOAUTH MPYU KMHETHIECKOM MHIEHTHPOBAHUN
MaTepUasOB C U3BECTHBIMH, HO CHJIBHO PasIMYAIOIIAMUCA MOAY/IAMH HOPMAIHHOM YIIPYTOCTH.
K macrosiieMmy BpeMeHH yike HAKOILIEH IT0JI0KATEILHbIH OIBIT OIIEHKH U yueTa yIpyToH Imoaar-
JIMBOCTH MPUOOpPa [IPH KMHETHYECKOM HHIEHTHPOBAHUN MATEPHAJIOB aJIMA3HOMN ITUPAMUION, YTO
OTPaKEHO B COOTBETCTBYMOIIUX craHmapTax. OJHAKO IIEPEHOCUTD 3TOT OIBIT HA KMHETHYECKOe
WH/IEHTHPOBAHKE CTATBHBIM HUIN TBEPIOCILIABHBLIM IIIAPOM HEJb3s 0e3 JOIMOTHUTENbHBIX UCCTIe-
JIOBAHWH U SKCIIEPUMEHTAIBLHON IIPOBEpKU. B MaHHOHM cTaThbe mpeio:keHa METOIUKA OIIEHKU
YIIPYTOH TIOAATIMBOCTH TBEPAOMEPA MO KMHETHYECKOH JAuarpaMMe BIABIMBAHUA IIapa, OCHO-
BauHas Ha ypaBHenuu I. I'epria s ciiyyas ympyroro KOHTakTa Iapa ¢ IIOCKOCTBIO. ¥ CTAHOB-
JIeHA TIPSMO HPOIIOPIIMOHAIBHAS CBSA3b JOIOJHUTEIbHBIX YIPYTHX 1e()OpMAaIiil 3BeHbEB IIPH00-
pa OT HArpy3KH BIABJIMBAHUSA, XAPAKTEPHAS IS KAXKIOr0 MprOopa U He 3aBUCIIAA OT JHaMer-
pa 1mapa. Jra cBs3b MMO3BOJISIET YUECThb YIIPYTYIO IOAATIANBOCTh IIPHUOOPA IPOrPAMMHEBIMU CPEJICT-
BaM¥ IIPU PErHCTPAIH U 00pab0TKe quarpaMM BAABIUBAHUA [1apa. BeImomHe b SKCIIepruMeH-
TBI TI0 OIIPEJETIEHUI0 MOJYJII HOPMAIHLHOM YIIPYTOCTH ¥ TBEPAOCTA KMHETHYECKUM HHIEHTUPO-
BaHUEM IIIapOM PA3JIMYHBIX MATEPHUAIOB (CTallb, AMIOMHUHUEBBINA, MArHHUEBBIA U THTAHOBBIN
CIUIABBKI) C MCIIOJIB30BAHUEM CYIIIECTBYIOIIEH 1 IpejiaraeMoi MeTOUK yueTa yIpyroi IoaaTiiv-
BocTH Ipubopa. B KauecTBe 0OCHOBHOIO KPUTEPHS, TOATBEPIKIAIOIIEr0 JOCTOBEPHOCTD METOIVKH,
TMPUHSITO COBIAJIEHHE WM OJU30CTh 3HAYEHWH MOMIYJIA HOPMAIHHOM YIIPYTOCTH OXHOTO M TOTO
JKe MaTepuasia, OIpeeIeHHbIX 0 JUarpaMMaM BAABJIHBAHHUSA IIapa W PACTSIKEHUA 00pasiia.
WzmoskeHbI IPEUMYIIEeCTBA ¥ HEOCTATKH U3BECTHOH U MPEIIOKEHHON METOUK, TaHbI IPAKTH-
YecKue PEKOMEHIAITHU 110 UX MCII0Ib30BAHUIO.

KaroueBnble cioBa: KuHeTndeckoe (MHCTPYMEHTAIbHOE) UHIEHTHPOBaHME; c(hePHIECKUil HH-
IEeHTOP; yupyras HOLaTINBOCTh; TBEPAOCTE; MOAYJIb YIIPYTOCTH.
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When determining the mechanical properties of materials in kinetic indentation tests using indentation
diagrams, careful consideration of the elastic compliance of the device, i.e., the hardness tester, is required.
The determined values of the Young’s modulus of the tested material substantially depend on the reliabil-
ity of the method of evaluation and accounting for the elastic compliance. Therefore, verification of the
test techniques based on kinetic indentation should be carried out using the materials with the known,
but rather different values of the Young’s modulus. Successful experience has been gained to date in the
evaluating and accounting for the elastic compliance of the device upon kinetic indentation of the materi-
als by a diamond pyramid which is reflected in the relevant standards. However, there is no way of trans-
ferring this experience to the kinetic indentation by a steel or carbide ball without additional research and
experimental verification. We proposes a technique for estimating the elastic compliance of a hardness
tester using a kinetic ball indentation diagram based on the G. Hertz equation for the case of elastic con-
tact of a ball with a plane. A linear correlation has been determined between the additional elastic defor-
mations of the device and indentation load, which is characteristic of each device and independent on the
ball diameter. The obtained dependence allows for correct consideration of the elastic compliance of the
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device using software applications in recording and processing the ball indentation diagrams. Experi-
ments have been carried out to determine the hardness and the Young’s modulus through ball instru-
mented indentation of different materials (steel, aluminum alloy, magnesium alloy, and titanium alloy) us-
ing the existing and developed methods of taking into account the elastic compliance of the device. The co-
incidence or proximity of the values of the Young’s modulus of the same material determined from the ball
indentation diagrams and sample tensile tests is considered the main criterion proving the accuracy of the
technique. The advantages and shortcomings of the known and proposed procedures are discussed along
with practical recommendations for their applications.

Keywords: kinetic (instrumented) indentation; ball indenter; elastic compliance; hardness; Young

modulus.

Kunernyeckoe wuuIeHTHpOBaHuWe (B 3apyOesKHOM
TEePMUHOJIOTUA — HHCTPYMEHTAJIbHOE HHIEHTHUPO-
Banme — instrumented indentation) xax cpaBHu-
TEJIbHO HOBBIHA BHJ MEXaHHYECKHX HCIILITAHHI BCe
[IHpe KCIIOIb3YEeTCs IIPH KOHTPOJIE MEeXaHWYECKHX
CBOMCTB MaTEPHAJIOB HA PAa3HbIX MACIITAOHBIX YPOB-
max. Ilox KuMHEeTHYECKMM WHIEHTHPOBAHHEM IIOHH-
MaeTcs IIpoIlece, IPH KOTOPOM IIPOMCXOAUT BHEIpe-
HUe UHJIEHTOpPa B UCIBITYEeMbI MaTepuasl moJ Jel-
CTBHEM IIJIABHO BO3PACTAIOIEH HATPY3KH C IIOCIIe-
OYIOIIUM €e CHATHEM M pPerucrpaluei muarpaMmm
BIABIWBAHUA B KOOPAWHATAX HATPy3Ka — IepeMe-
menne mHAeHTopa. IIpu HeobxoguMoOCTH 5TH Aua-
rpaMMbl PErHCTPHUPYIOT W B IPYrUX KOOPAHWHATAX,
HaIpUMep, HAarpyska — BpeMs, IIepeMelleHre HH-
neHTopa — BpeMs. KuHeruueckoe HHIEHTHPOBAHHE
BBIIIOJIHAIOT HA CIEIHAJIbHBIX aBTOMATHU3HUPOBAH-
HBIX IprbOpax U yCTAHOBKAX, B3AMMOIEHCTBYOIIHNX
¢ KoMmmbioTepoM. IlpemmylliecTrBa KHHETHYECKOTO
WHIEHTHPOBAHUSA OTMEYEHbI B OT€UECTBEHHBIX 1 3a-
pybesxHBIX myOnukanuax, Hanpumep B [1-T7]. 3a
rocJieTHIe ceMb JieT B Poccuu y:xe BBeIeHBI B Jeii-
CTBHE YeThIPe CTAHAAPTA 10 KHHEeTHYECKOMY HH/EH-
tuposauuio: 'OCT P 8.748-2011, I'OCT P 8.904-
2015, T'OCT P 56232-2014, I'OCT P 56474-2015.
IIpuuem mepsbie nABa MOAUQUITIPOBAHBI IO OTHO-
IIEHUI0 K MEKIYHAPOAHBIM CTAaHIAPTAM, TPETHH
paspaboran B Poccuu, a yeTBepThId — CHEIHAIIH-
cramu Poccun u Benapycu.

Ilo KuHETHYECKHM auarpaMmaM BIABJIHBAHUSI
MUpPaAMUIBI Yalle BCEro OIPEeIeNsioT TBEPHOCTh U
MOJYJIb HOPMAJILHOM YIIPYTOCTH MATEPUaIoB. A mpu
BIABJIMBAHUM I1apa, IOMUMO STUX XapPaKTEPUCTHUK,
MOKHO OIEHHUTb W TaKWe, KaK, HAIPUMep, IIpeel
TEeKy4ecTH, BPEMEHHOe COIIPOTHUBJICEHHE, PaBHOMEP-
Hyto medopmarnuio u ap. [7]. OnHaKo 1 Ipu BIABIH-
BaHWU IUPAMUIbLI U IPH BIABIWBAHUU I1apa Heob-
XOJMMO YYUTBIBATH YIPYIYIO MOAATIHBOCTD IIPHUbO-
pa, KoTopas MPOSBIISETCS B yBEIHYEHUN PETUCTPH-
pyeMbIX 3HAYEHHH IIepeMeIlleHus WHIASHTOpa 3a
CUeT IOIIOJHUTENbHBIX YIPYTHUX AeopMaliuii y3I0B
npubopa. Bes yuera ympyroit mogaTiuBocTH IpurO0-
pa HEBO3MOIKHO IIPaBUJIBHO PACCUUTATH I'€OMETPH-
YecKHe ITapaMeTphl OTIeYaTKa M IIOITOMY Ompere-
JisieMble 3HAYEHWS TBEPIOCTH M OCOOEHHO MOMYJIS
HOPMAJIbHOM YIPYTOCTH MOTYT CHJIBHO OTJIHYATHCS
OT NEeHCTBUTEIbHBIX.

K macrosiemy BpemMeHu y:Ke HAKOIUIEH OITBIT
OIIEHKM YMIPYrOH MOAATIUBOCTH TBEPAOMEpa IpU
MHIEHTUPOBAHUYU aIMa3HOM MUPAMHUAOH, YTO OTpa-
skero B 'OCT P 8.904-2015 (mpumoxxenue D). s
MHIEHTUPOBAHUS IIAPOM TAKUX CBEIEHUU ropasio
mennbire. Bmecre ¢ tem 8 'OCT P 56232-2014 peko-
MeHJyeTcA U g WHASHTHPOBAHUA IIIAPOM HCIIOJb-
30BaTh METOAWKY, IPUMEHAIONIYIOCH I WHICHTH-
poBaHUsA aJIMasHOU NUPaAMUIOM.

YuutbiBasa 60jee IMIUPOKHE BO3ZMOKHOCTH KUHE-
THUYECKOTO WHIEHTUPOBAHUSI IIIAPOM IIPHU OIpejese-
HUM MEXaHWYECKUX CBOMCTB MAaTEPHAIOB, aBTOPHI
PacCMOTpPeNN U SKCIIEPUMEHTATILHO OMPOO0OBAINA HE
TOJIBKO CYIIIECTBYIOIIYIO, HO U MPEIJIOKEHHY0 METO-
IUKH OIEHKH YIIPYTO# MOAaTIUBOCTH Tpubopa.

HUcxona uz I'OCT P 56232-2014, yupyryio mo-
IATIWBOCTh HPHUOOpPA OMPEReNdioT MO0 JUHHU pas-
IPy3KH auarpaMMbl BAABIWBAHUSI IIapa B KOOPIH-
Harax Harpyska F — riaybuHa BOaBIWBaHUA HH-
neuropa h (puc. 1) ¢ HCIIONB30BAHHEM METOIUKH
Omnusepa — @appa [4, 5]. Cormnacuo 3T0i MeETOIHKE
MPUMEHHUTENBHO K BHEIPEHHIO Iapa yIpyras Io-
IaTIUBOCTD IIpubdopa

C, _ Ak _ e —hy (1)
dr F_..

rae A, — MaKCUMaIbHOE 3HAYEHUE TIyOWHBI BHE-
IpeHus mapa; h, — riayOuHa BHEIpEeHud Iapa, co-
OTBETCTBYIOLAS TOYKE [I€PECeIeHHUsT KACATeIbHOH K
HAYAIHHOMY YYACTKY JUHUU Pa3TPY3KU TUATPAMMBI
c oceio A (cm. puc. 1, a).

C yueroMm ympyro# moIaTIHBOCTH Ipubopa pac-
yeTHasd IVIyOMHA KOHTAKTa Iapa

Ry = hypy — 0,75F . C,. 2)

JlomyiienreM B U3I0:KEHHON METOIUKE SBJIAET-
¢Sl YCIIOBHO TIPUHATAS MPIMOINHEHHOCTh YUYaCTKA B
Havase JuHUM pasrpysku. OQHAKO STOT yUaCTOK
MOKHO TOJBKO MPUOIMIKEHHO MPUHATH 38 TPIMOJIHU-
Heiinbii. [losToMy mMeerca HekoTopas HeoIlpee-
JIEHHOCTH B IIPOBEJIEHUN KacaTeIbHOM, ABJIA0NIeHC
MPOJOIAKEHHUEM STOTO YYacTKA, YTO OTPHUIIATEIHHO
CKa3bIBaeTCA HA TOYHOCTHU ompexenenus h,. Bmecre
C TeM aBTOPBI 3TOM METOAUKHU IpeiaraloT IJIs II0-
BBIIIEHUSI TOYHOCTH BBIPA3UTEH CTEIEHHOUW 3aBHCH-
MOCTBIO HAUaJIbHBIN yJacTOK JUHUU pasTPy3Ku U
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HCIIONIb30BATh 9Ty 3aBUCHMOCTH A HAXOMKIECHHS
KacarerbHOU nuddepennuporanuem npu F, ..

B cBasu ¢ aTuM aBTOpHI JAHHOM CTAaThU BHIOpA-
JIY APYTOH TOAXO[ K OI[eHKe YIPYTOH ITOJaTINBOCTH
npubopa, OCHOBaHHBIN Ha ypaBHenuu ['. ['epria mis
clIydas yIpyroro KOHTaKTa Iapa ¢ mIockocTsio. Co-
IJIACHO 3TOMY TIOAXOLY [OHArpaMMy BIABIHBAHUA
1apa B yIpyroi o61acTs moaydaiT B KOOPAUHATAX
Harpyska F' — ymnpyroe commkenue q, (cm. puc. 1, 6),
B YIPYTOILIACTHYECKON 00JaCTH — B KOOPAWHATAX
Harpyska F' — ympyrominacTudeckoe cOMMIKEHUE d.
Ilox yupyruwm (a,) u yupyromiacTudeckum (a) cOru-
JKeHUSMH ClIefyeT IIOHMMAaThb COMMKEeHue IeHTpa
1apa ¢ MeHTPOM HEBOCCTAHOBIEHHOU MOBEPXHOCTH
ornevarka. [[puHIIUNIIAaTbHOE OTIIHYNE B TPAKTOBKE
auarpaMm Ha puc. 1 COCTOUT B TOM, YTO AMArpaMMa
F — a mpejacraBisieT 3aBHCHMOCTh HArpysku F or
YIPYTOILJIACTUYECKOTO COMMIKEHHA (o, B KOTOPOE BXO-
nuT yrupyras gedopmariud 1mapa. [lpu perucrparuu
nuarpamMmsel F' — A B ciaydyae BAaBIUBAHUA AIMa3HOM
NUPaMUIbl ee YIPYTHuM C/KaTheM MOKHO IIpeHeo-
peub u3-3a BBICOKUX 3HAYEHHUU TBEPOCTH U MOMAYJIA
yupyroctu anmasa. [Ipu ucnonb3oBaHUM CTAIHHOTO
3aKaJIeHHOTO I1apa HeoOXOAMMO YIUTHIBATH €T0 YII-
pyTyIio medopMaIiuio Ipy HHICHTHPOBAHUHN PA3INd-
HBIX KOHCTPYKITMOHHBIX CTajIel U ciiaBoB. B obmac-
TH yIPYyTOTO WHAEHTHpoBaHu#A mo F' = Fy, ympyroe
cOMMKEeHNe () COCTOUT U3 yIPYTux medopMaliiii Mma-
repuana (W) u mapa (Wy):

ap =W, + W, (3)

B obiactu yrnpyromiacTH4ecKoro MHAEHTHPOBAHMUS
VIIPYTOILIACTHYECKOEe CONMKEHre A BKIIYAeT yIpy-
roe (ay,,) u IacTudeckoe (h) coOmmxenns:

a = oy, + h. 4)
I'my6una HEBOCCTAaHOBIEHHOTO OTIIEYATKA
t=h+W,=a-W,. (5)

IIpu paBemcTBe MOmyJ€l HOPMAIHHOU YIPYTO-
CcTH ucIbITyeMoro marepuana (E,) u Mmarepuana
mapa (E,) yopyrue nedopmamnuu W, u W, paBHBI
Mexmy coboi, a ¢ yuerom (3) — (5) riyOuua HeBOC-
CTAHOBJIEHHOTO OTIIEYaTKa

t = (a+ h)/2. (6)

B cayuae mepasencrBa E, u E, sra riybuHa co-
CTaBUT

t=h+ ylay, (7)
_Ew
E_+E,

Ecnu uCKIIOUUTH yOPyryoo MOAATIUBOCTH IIPH-
6opa, TO Ha yIPYroM y4acTKe AuarpaMMbl BIABIIH-

rae Koadpdurrent y =

F F

I'mu

Kacarenbuas

YdacTox
HATPYKEeHUA

\
\

Yuacrox

pasrpys3Ku

hr e

he

Pmna (a_wx) ‘max

Pnax o

Puc. 1. Cxemsr nuarpamM BrasiauBanusa mapa F—h (a) u
F-a ()

BaHUS YIpyroe COMMKEHHe (i, MOKHO OIIPEIEeIUTh
u3 popmyssl I'. Tepita

05
F-= 4R ak? (8)

3(1—\134 +1_V"2“] 0’

E E

M piig

roe R — paguyc mapa; v,, u v,; — K09 PHUIIHEHTHI
Ilyaccona wucmpITyemMoro marepuaja W MaTepHaia
1apa CoOTBETCTBEHHO.

—v2 _y2
Ilpunsas J =1¢I/IJLLI =1¢,I/I3 (8) moux-
EM EH.I
HO IOJIyIUTH
(o2 1"
e 9 S SO L B 9
®o LlGR( w + ) J )

B gacraom cayuae — mpu J,, = J; = J — u3 (9)
crenyer

1/3
o = O 2] (10)
0 L16R J

Ha ympyrom yuacTke auarpaMMbl BIABIHBaHUS
K YyOpyromy cOJIMKEHHI0 o, M00aBISeTCH JOMOIHH-
TenbHAs yrnpyras gedopmarusg Aa 3BeHbEB Ipubo-
pa, a I03TOMY PEruCTPUPYEMOe YIIPYToe COMMKeHne

ay = ay + Aa. (11)

Ecnu pacnonarars ynpyruM y4acTKOM peaabHOU
IUarpaMMbl BIABINBAHUMA, TO, OIPENENUB II0 HEMY
HECKOJIPKO 3Ha4eHUH o, J' U paccunuTas q, A9 Ka-
soro F, moxxuo Havitu cBsa3b Aa ¢ F gia ucenenye-
Moro TBeppoMmepa. g ycTaHOBIEHUSA TAKOU CBA3U
OBLI IPOBEIEH PsJ] DKCIEPHUMEHTOB.

B xauectBe ucobITyEMOr0 MaTepHuaa UCIOIb30-
Banu 06pasIoBYIO IIUTKY TBepaoctbio 470 HVIO.
Kunernueckoe uHIeHTHPOBAHNE BBITOIHAIH IIApa-
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Harpyska, krc
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Puc. 2. Sxcrepumenransras F—o( u pacderHas F —a,
quarpamMMmbl BpaBiauBauud mapa (D = 30,17 mM) B ynpyrou
obactu
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Puc. 3. 3asucumocts Aa ot F' B ynpyroi o6iacty Ipu BIas-
nuBaHuwu mapos quamerpavu D, pasabivu 10 (O), 15,04 (A)
u 30,17 mm (X)

vu guamerpamvu D, pasabmvu 30,17, 15,04 u 10 mm.
Marepuan mapoB — crans [IX20CI" TBepmocThIO
60 HRC (990 HV10). Bei6op yKasaHHBIX IIATKHA U
IMaMeTPOB IIapOB O00OYCIOBJIEH HEOOXOIHMMOCTHIO
MIOJIyYeHUs YIPYTOTO yJacTKa JUarpaMMbl BIABIIH-
BaHUSA C JOCTATOYHOW MPOTIIKEHHOCTHIO, YTOOBI 13-
MepHUTh II0 HeMy He MeHee 10 sHaueHuit F' u o).
Kpome Toro, ncronb3oBanre pasHBIX IIAPOB U3 OI-
HOTO MaTepHajia II03BOJIAET BBIABUTH BiusaHue D Ha
cBi3b Aa ¢ F. MagenTupoBanue BBIIONHIIN HA aB-
tomarusupoBanaom mpubope MOU-TA [7] u yuu-
BepcanbpHOi Marnuue Instron 5982, mepeobopymo-
BaHHOU /I WUCIBLITAHUU BAABIMBAHUEM B peKUMeE
COKATHA.

MaxcumanbHBIE HATPY3KHU BAABIUBAaHUA, 10 KO-
TOPBIX WHAEHTHPOBAHWE KaKIOTO IIapa IIPOUCXO-
IWJIO B yOPYro# 00acTv, ObLIN YCTAHOBJIEHBI IIPH

YCIIOBUY COBIIAEHUS TUHUHM HATPYKEHUA U [TOTHOH
PpasTpy3KHu AHATPAMMEBL.

Ha pwuc. 2 npexncraBnena amarpaMva BIaBIIH-
BaHuA F'—o |, B ynpyroi o6jacTH, IOIydeHHas Ha
mammuHe Instron 5982 mpu Harpy:keHUH U pasrpys-
ke mapa guamerpom D = 30,17 mum. 3xech ke moOKa-
3aHa pacuyetrHaa saBucumocth 1. I'epria F—qp, a
CTpeJIKaMy — HaNpPaBJIEHUA COBIAJAIONINX JTUHUN
HATPYIKEHUS U PA3TPY3KHU.

Hna xaxmol guarpaMMbl BAABIHBAHUA B
10 - 15 Toukax ompemernamu F u o{. 3arem nma
KaKIoro 3HaueHud F' paccYuThIBAIH O, 110 hopMy-
mam (9) — (10), B koropeix npuuaro: B, = E = FE =
= 21500 kre/Mmm?; v, =v,=v=0,3; J,=J, =
= J = 0,0000423 mm?/kre. Pacrionaras sHaYeHUAME
o) ¥ 0y IpU KaKAOH Harpyske F, MOxHO 6BLIO pac-
cuntaTh Ad ¥ yCTAHOBUTE ee CBA3b ¢ F' (puc. 3).

Crarucruyeckas 00paboTKa SKCIEPUMEHTAb-
HBIX JAHHBIX METOMO0M HAWMMEHBIIIUX KBAAPATOB II0-
kasazna, uyro mexnay Aa u F mabmaogaerca obias
IPAMO TPOMOPIIMOHAIBHASA CBA3b JJIA BCEX Ua-
METpPOB IIAPOB C KO3(PMPHUIMEHTOM KOPPEIIIIHH
r =0,999:

Aa = kF, (12)

rie £ — K03(p(PUIMEHT MPOTIOPIHOHAIBHOCTH, KO-
TOPBIM XapaKTepusyeT yIPYIryo MOJATIUBOCTD IIPHU-
6opa WM UCIIBITATEIHFHON MaIluHbI. B manmoM ciry-
yae mua wmamuuabl Instron 5982 xosdduiment
k = 0,00215 mm/Erc.

AnanoruuHas npaMO MPOIOPIIHOHAIBHAS 3aBH-
cumocth Aa or F 6bL1a IosydeHa W 1A mpubopa
MOU-TA, vO ¢ apyruM Ko3(PUITHEHTOM IPOIOp-
muoHansHocT — £ = 0,00011 mm/kre.

YcraHoBaeHHAS MOPSMO  IPOIIOPIIMOHATBHAS
cBa13b Aa ¢ F, me saBucsamas or D, mossoiser 6osee
IIPOCTO OIpEeaeauTh KOI(P(UIIUEHT MIPOIOPIHO-
HAIBHOCTH k 17 M06bIX Tpubopa WIN MAIIUHBI
[0 IBYM-TPEM TOYKAM YIIPYTOM YaCTH AHATPAMMBI
BIABIWBAHUA OJHOTO IIapa, a 3aTeM HCI0Jbh30BaTh
ee JIJI IapOB Pa3HOTO JUaMeTPa.

HepmocratkoMm mpejiaraeMoii METOIUKN OIEHKU
¥ ydeTa yIpyrod MOJATINBOCTH HpHOOpa SBIAET-
csi TIPEIIIONIOKEHWe O EeIWHONM IPAMO IIPOIIOp-
[IUOHAIBLHOM cBsI3K Ad ¢ F 171 pasmudHbIX THAIAa30-
HOB WHJIEHTHPOBAHUSA, BKJIIOYAST MHKPO- U HAHO-
nuanas3oHbl. K HacTosmeMy BpeMeHH 9Ta METOIUKA
IOKa Ompo00BaHA TOJIBKO B MAKpPOIMAIIA30HE WH-
JNEHTUPOBAHUA.

IIpeumyiiiecTBo [aHHOM METOAUKH COCTOUT B
MPOCTOTE ee WCIIOJb30BAHUSI W BO3MOKHOCTU aBTO-
MAaTH3UPOBAHHOTO yueTa MPOTPaMMHBIMU CPEICTBAa-
MM TpH perucrpanuu u 00paboTKe aHarpaMMmbl
BraBiauBauug F — a.

[na sKciepuMEHTATbHOM TPOBEPKU HBIIO0KEH-
HOM METOMUKHU OIEHKH M ydeTa yIpyrod MoAaTiIu-
BOCTH IpHubopa ObLIN OIpeneIeHbl 10 JuarpaMMamM
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Puc. 4. Tuarpamma Brasnusauus F' — a pusa cranu 911184 (a), anmromunuesoro ciasa J[16 (6), maraumesoro crutasa MA2-1 (g),

THUTAHOBOTO ciuiasa 5B (2)

BIABIVMBAHUI 3HAYEHUI MOIYJIS HOPMATBLHOH yIIpy-
TOCTH M TBEPIOCTH 0 BpuHEeII0 pa3IudYHbIX MaTe-
puainos. Cremyer OTMETHTD, UTO U3 BCEX MeXaHude-
CKUX XapaKTePUCTUK Marepruaja MOAYIb YIPYTOCTH
B HauOOJIBIIIEH CTeIeHH 3aBUCHUT OT YIIPYTOH IIOAAT-
suBoct mpubopa. [losromy, cpaBHMBAsS 3HAYECHUSA
MOZYJI YIIPYTOCTH, OIIpelesiseMble BIAaBINBAHUEM
WHIEHTOpA W IPYTUM CTAHAAPTHBIM CITOCOO0M, Ha-
IpUMep, pacTsKeHueM 00pasIloB, MOKHO CHesaTh
BBIBOJl O IIPUTOJHOCTA TOW WM HHOH METOIUKH.
g ucupiTaHUH pacTAKeHUEM U BIaBIUBAHUEM HC-
TI0Jb30BAIM MATEPUAJbl, CHUJILHO pPa3IHJaroIuecs
MOMyJieM ympyroctu: cranb JI1184, agoMuHMEeBBIH
crutas 116, marauessii citas MA2-1, TuTaHOBBIN
cunas 5B. Buauane momyap ympyroctu E oieHH-
Bamu Ha MamwuHe Instron 5982 mpu pacta:xeHUn

00pasIoB C ImpUMeHEeHWeM 3KcTeH3oMerpa Instron
GL25 ¢ 6asoit 25 mm. TBepmocts mo Bpunemwtio HB
ompejensau Ha arrecroBaHHOM mpubope MOU-T7
[0 JUaMeTpy OTIeYaTKa IIPW BAABIWBAHUM IIapa
muamerpom D = 2.5 mm (I'OCT 9012-59). B Ta6a. 1
IIPUBEIEHbI NTOIyYeHHbIe 3HaueHua K u HB nisa uc-
MBITAHHBIX MATEPUAIIOB.

HcnbiTanusd KWHETHYECKUM WHIEHTHPOBAHHEM
BBINIOJHAMM HA AaBTOMATH3HPOBAHHOM IpubOpe
MOU-TA, nist KoTOpOro yske ObLIA MOJy4EHA CBI3b
Aa ¢ F. luamerp mrapa Bei6paH Takum xe — 2,5 MM,
Kak u miad npubopa MOU-T7, ma Koropom ompeje-
JIATU TBepRocTs 1o bpuuemnio HB.

Ha pwuc. 4 mpezacraBnesnbl quarpaMMbl BAABIIH-
Bauud F — o WCIBITAHHBIX MATEPUAIIOB. SHAUECHUS
MAaKCUMAaIbHBIX HATPY30K BAaBiauBaHud F .. 114

Ta6auuma 1. PesynbraTsl onpenenenus MOLYJIA HOPMAIbHOM ynpyrocTu E meTomoM pacTsikeHus 00pasiloB W TBEPAOCTH II0
Bpunennio HB ¢ usmepenuem guamerpa ormedarka d (I'OCT 9012-59) ucnbITaHHBIX MAaTEPHATIOB

E HB
Marepuan u ero mapka
H/vm2 Kre/mm2 H/vm2 Kre/Mm?2
Crans OI1184 208 335 21237 1570 160
Anromunuessii cias J[16 71417 7280 760 77,5
Maruunessriii criitas MA2-1 41 300 4210 535 54,5
Turanossrii ciuias 5B 114 581 11680 2727 278
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KaJKIOr0 Marepuajia BbIOpaHbl OJUSKUMU K 3HAUeE-
HHUSAM Harpy3ok, pexomenayembix ['OCT 9012-59
714 mrapa guaMerpom D = 25 MM B 3aBUCHMOCTH OT
YPOBHA TBEPIOCTH UCIBITYEMOTO MaTepHaa.

Ilo moy4yeHHBIM [UarpaMMaM BIABIUBAHUSA OII-
penenanu TBEPAOCTh WHAEHTUPOBaHUA o Bpunen-
amt0 HB;pr m monynb yupyroctu Epp pu mHIEHTHPO-
Baunu coryiacao 'OCT P 56232-2014.

Tsepmoctes HB;p HAXOOWIN C HWCIOIb30BAHUEM
h., paccauranHoi o hopmyte (2):

HBp = F,,./(mDh,). (13)

Hna pacuera E;p BHauase OIpenesdaiu IIpUBe-
JEHHBIH MOYJIb YIPYTOCTH IPH BAABIUBAHUHI

:L (14)

E, ,
2, [A,
2

rae A, =na; — IUIOWAAL TONEPEYHOTO CEeYeHHs
KOHTAKTHOM  IIOBEPXHOCTH  IIapa  pPaguycoM
a, =+h,D-hZ.

Suaa E,, E_, v, V,, PACCIUTHIBAIN

E,E,(1-v2)

—ar— M 15
E -E (1-v2) (15

T~

Ilo Tem ke aumarpamMmam BaaBIWBaHUA (CM.
puc. 4) HaXOAWIX MOAYJIb ympyroctu K, u HeBoc-
CTAHOBJIEHHYI0 TBepAocTh no Bpunemmio HB, ¢ uc-
MIOTb30BAHUEM TMPEJIOKEHHOM METOIUKH ydera
yIpyrou mogarauBocTy u popmyibl (7) misd onpee-
JIEHWsI HEBOCCTAHOBJIEHHOM INIyOHMHBI OTIIEYaTKA f.
Moayns ympyroctu E, ompemensiu 1mo ¢opmyiie
M. Marnuua, ncxonsamiei us ypapuenus [. I'epra,
HO C TIOMPABKON Ha IIACTUYECKYIO Je(OopMAIuio B

YIIPYTOILJIACTUYECKOH 00JIaCTH BIABIUBAHUS HHIEH-
Topa [8]:

2
1-vz

E, = .
" 4(oc—h)1/R(oc+h)+1—v§I

3F E

i

(16)

HeBoccranosnenHaa TBepaocTs Mo bpuHeiio

F
HB, =& | 7
)

c

rae {, — TIyOuHA HEBOCCTAHOBIEHHOTO OTIIEYATHA
npu F ., paccaurannas mo gopmyie (7).

B tabn. 2 npuseneus: suauenus h,, HB, Ep
paccuuranHbie 1Mo gopmyaam (2), (13), (15), a rakxe
t,, E,, HB,, Bprauciennsie mo gopmyaam (7), (16),
(17) coorBercrBenHo. M3 Hee ciemyer, 4TO pasiiu-
yus 3HAYEeHWH Mopayieit yupyroctu Epp u E, nna
cranu JI1184, amomunueroro cruasa [16 u mar-
HueBoro crutaBa MA2-1, onpeie/ieHHbBIX ¢ UCIOTIB30-
BaHWEM [BYX METOIHK ydera YIPYyrod MOIATIIH-
Boctu mpubopa, me mpesbimaer 3,5 %. Ilpu stom
I TUTAHOBOTO ciiaBa 5B sTo pasmuane okazamoch
6osibiite — 12 %. Ecnu cpaBHHBaTh 3HAYEHUS MOJY-
Jisd YyIIPYTOCTH, OIpeIeIeHHbIe HHICHTHPOBAHUEM U
pacTsKeHHeM, TO JJI CTalId, aTIOMUHUEBOTO U Mar-
HHUEBOTO CIIABOB OHU OTJINYAIOTCI He 6ojee yem Ha
3,7 %. Ilpu sTOM AJIT THUTAHOBOTO CILIABA MOIYJb
yIpyroctu 3aHmkeH Ha 7,1 % u 3aBbliiieH Ha 5,6 %
IIPH OTIPEIeJIEHUH 110 CTAHAAPTHON U IIpe/JIaraeMou
meromukaMm. OMHAKO eCiId BOCIIOIB30BATHCI JBYMS
METOIWKAMH U PaCCYUTATh CpeIHUe 3HA4YeHUd MO-
IyJis YOPYTOCTH IJIsi OMHOTO U TOTO :Ke MaTepuasa,
TO Pa3Iuyud C pe3ynbTaTaMH PACTSKEHUA CyIie-
CTBEHHO CHH:KAI0TCA U He MIPEBbIIAIoT 5 %.

Ta6auna 2. XapakTepucTHKN MaTEepUAaIoB, OIpeeleHHbIe II0 JuarpaMMaM BAABIUBAHUS I1apa ¢ UCI0Ib30BaHUEM CYIIEeCTBY-
oIel u mpejaraeMoi MeTOgUK OLeHKH yIpyroi nogariausoctu npubopa MOU-TA (D = 2,5 mm)

Cy1ecTByoIIas METOAUKA OL[EHKH yIPYTOH IIpenmnaraemas MeTOAHMKA OLIEHKH YIPYTOM TOAATINBOCTH

Xapaxrepucruxa nogariausoctu nputopa (I'OCT P 56232-2014) npubopa
MaTepuana

oll184 16 MA2-1 5B oII184 16 MA2-1 5B
F . H (xrc) 1883 (192) 638 (65) 638 (65) 1893 (193) 1883 (192) 638 (65) 638 (65) 1893 (193)
h., MM 0,178 0,1047 0,139 0,104 — — — —
t,, MM — — — — 0,1568 0,1018 0,138 0,09
HB;p, H/vm? 1344 776 585 2315 — — — —
(xre/mMm2) (137) (79,1 (59,6) (236)
HB,, H/mm? — — — — 1530 796 589 2678
(rre/Mmm?) (156) (81,3) (60) (273)
E,, Hywm? 117092 57967 37101 77734 — — — —
(gre/mm?2) (11936) (5909) (3782) (7924)
E,p, Hhvm? 215349 69749 40201 106439 — — — —
(xre/mm?) (21952) (7110) (4098) (10850)
E,, Hivw? — — — — 208099 68768 41624 120967
(re/Mmm?) (21213) (7010) (4243) (12331)
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TBepmocTu mo BpuHewTIo Tpu HHAEHTUPOBAHUH
HB;r u HB,, ompenieieHHBIE IO IBYM METOIUKAM,
PpasIUYaoTCA NI UCHBITAHHBIX MATEPHUAIOB aHAJO-
rudHo Moy yupyrocru. Camoe Goibilioe pasiu-
ype Ha0IIOAANIO0CH IJII TUTAHOBOrO ciuiasa. OmHAKo
suauenus HB, onwmxe k sunauenuam HB, yem HB;p
Bwmecre ¢ Tem crenyer ormeruts, uro HB,, HB;p u
HB moryT 3aMeTHO pasaudaThbCi MEKIY Co0oM, mo-
CKOJIBKY METOAWKU WX OIpeJeleHUus OCHOBAHBI Ha
PAaBHBIX MOAXO/AX.

Takum 00pa3oM, BBIIOJHEHBI AHAIN3 U JKCIIe-
pUMeHTaIbHASA IPOBEPKA CYIIECTBYOIIEH U IIPEII0-
JKEHHON METOJMK OIeHKH YIIPYTO# MOXATIHBOCTH
npubopa — TBepaOMepa MPU KHHETHIECKOM WH/IEeH-
THpPOBAaHWU MaTepuasioB IiapoMm. lIpemnoxennas
MeTOJuKa, OCHOBaHHAaA Ha ypaBHenwu ['. 'epua mama
clIydasi yIpyroro KOHTaKTa I1apa ¢ IJI0CKOCTHIO, II0-
3BOJISIET y4€CTh IMPOTPAMMHBIMHU CPEICTBAMHU YIIPY-
I'YI0 IOAATIUBOCTH IIPHUOOPA TIPU PETUCTPAIINH U 00-
paboTke muarpaMM BAaBIWBaHWA miapa. B kauectse
OCHOBHOTO KPHUTEPH, TOTBEPKIAOIIETO TOCTOBED-
HOCTH METOIWKW, NPUHATHI COBIAJeHWe WU OJIH-
30CTh 3HAUEHUU MOAYJId HOPMAaJIbHOM YIIPYroCTH
OJTHOTO M TOTO K€ MaTepuasa, OIpeleleHHBIX II0
JuarpaMMaM BAABINBAHUA IIapa U PACTIKEHUd 00-
pasia. JKcuepuMeHTaIbHas TPOBEPKA METOAUK BbI-
TIOTHEHA Ha CTAJIH, AJIOMUHHUEBOM, MATHHEBOM U
THUTAHOBOM CIIaBaX C CHJIBHO Pa3IHYAIONIUMUCH
3HAYEHUAMH MOMYJs HOpMaibHOM ympyroctu. Ilo-
Ka3aHo, YTO KAKIAsd M3 M3JI0KEHHBIX METOIUK MMe-
eT CBOM IpewMylniecTBa u Hexocrarku. [loaromy
11e71ec000Pa3HO HCIIOIB30BATh 00€ METOIUKH IIpU
OTIpeJle/IeHUN MeXaHUYEeCKHUX CBOMCTB MATEPUAIOB
KUHETHYECKUM WHAeHTHpoBaHuWeM. llpu Haxomxme-
HUUM CPeJHUX 3HAYEHUUN OJHOU U TOU Ke MeXaHU-
YEeCKOU XapaKTEPUCTUKU C HCIIOTb30BAHUEM [[BYX
PacCMOTPEHHBIX METOJUK Pe3yNbTaThl HCIBITAHWUH
KMHETHYECKHMM WHAEHTHPOBaHHEM OyayT Oosee
JIOCTOBEPHBIMH.

Eme omgmo memamoBaskHOEe 00CTOSTEIBLCTBO 3a-
KJIF0YAeTC B TOM, YTO Pa3bpoc 3HAYEHUH MeXaHWde-
CKHX XapaKTEePUCTHUK, OIIpeIesieMbIX HHAEHTUPOBa-
HHEM, MOKET ObITh BHI3BAH TAKIKE U IPYTUMHU IIPH-
YUHAMHY, HAPUMEDP, HEOTHOPOJHOCTHIO CTPYKTYPHI
Marepuaa, HU3KAM Ka4eCTBOM IOJTOTOBKH €ro IIo-
BEPXHOCTH K HCIIBITAHUSIM, HOTPEITHOCTIMHA H3Me-
peHuii, perucrpanuu U 00PabOTKH AuUATPAMM BIAB-
JWBAHUA U T.J. B cBsi3U ¢ 5TUM Heo6XoamMa aBToMa-
TH3AIUA TPOIECCOB HHAEHTHUPOBAHUA UM PACUETOB
MEXaHUIECKNX XAPAKTePUCTHK MATEPHAJIOB IIPO-
rPaMMHBIMH CPEJCTBAMU IIPU B3aUMOIEACTBUY TIPH-
6opa ¢ KOMIILIOTEPOM M CTATHCTUYIECKOM 00paboTKOM
pe3yabTaTOB HCHBITAHWH. JTO MO3BOJIUT CHHU3UTH
MIOTPEIIHOCTH OIpPe/ie/IeHrus MeXaHNIEeCKUX CBOMCTB
3a CYET WHCKIIOYEHUS BIUIHUSA «IeJI0BEUYECKOTO
daxropa» mpu uaMepeHUIX U 06pabOTKE AHATPAMM
BHaBnuBaHuA. Kcaum mocraBieHa 3ajada ompe-
IeIUTh MUHAMAIBHOE KOJUYECTBO HUCIIBITAHUH IS

oIpe/ieJIeHUsI MeXaHWYEeCKHX CBOMCTB C 3aJaHHOU
TOYHOCTBIO, TO 3TO BO3MOYKHO, HAIIpUMeEp, II0 IIPO-
rpamme Metall, paspa6orannoit 8 HUY «MaUW» [7]
¥ OmpOGOBAHHOH HA MPAKTHKE C MOJOKUTEIbHBIM
pes3yIbTaToM.

IIpoBenenHbIEe 3KCIEPUMEHTHI IIOKA3alH, YTO
MIPU OTCYTCTBUHU IPUOOpPa — TBEpAOMEPA IJIs PErH-
CTpaIllMy [AuarpaMMbl BIABIWBAHUA MOSKHO BOC-
II0JIb30BATHCA APYTUMHU UCIBITATEIbHBIMY MAalllHHA-
Mu, HanpuMmep, mamuHou Instron 5982 unwu anano-
TUYHOU el NpH Harpy:KeHHM MaTepuajaa WHIEeHTO-
POM B peKHMe C:KaTHsid. ¥ IPyTyIO MOAATINBOCTD Ta-
KOUM MaITWHBI TAKKe MOKHO OIIeHUTH 110 [uarpamme
BIABIWUBAHUA, YTO U OBLIO MPOAEMOHCTPUPOBAHO B
JIaHHOH pabore.
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Paccmorpenst 1 0606111eHBI IPO6IEeMbI OPraHU3aIlii, BHEIPEHUS U [IPOBEIECHN BHy TPriIabopa-
TOPHOTO KOHTPOJIS KadecTBa pesyabraToB ucnbiTanwii (BJIK) B ucobrrarensapix maboparopusax
(AJI). Ilepeuncnensl OCHOBHbBIE 3a/1a4u, KOTOPhIe nosnkeH pemarsk BJIK, manpsamyro cesisanHbie
C MI/IHI/IMI/IsaI_IHeﬁ PHUCKOB ITIOJIyY€HHUSI HEYOOBJIETBOPUTEIBHBIX PE3yJIbTaTOB HCHBITaHHfI, pac-
CMOTPEHBI BOIIPOCHI BBIOOPA CII0CO00B ¥ BUAOB KOHTPOUIA. IIpe/ioKe bl IPOI{ecCHBIN U CHCTEM-
HBIU [IOJIXO/(bI K OpraHu3anuy u BoinonrHeHuio BJIK ¢ yuerom oreHKH pHCKOB HA 9Tanax IUIaHu-
poBanwus, peanusanuu, mouutopunra BJIK 8 WJI, mosBossiomie KOHTPOIUPOBATL BECh IIE€pe-
YeHb UCIIOJIb3yeMbIX jlaboparopueii meronuk usmepenunii (M), cnenas mporexypy BJIK mpo-
3pavHOM /IS BCEX 3aMHTEPECOBAHHBIX CTOPOH. PexoMernioBan ady(peKTHBHBIN CI10c00 OIHUCAHMUS
BJIK, mauunnas c sramna mranuposamus, ¢ npumenenueMm «[Iporpammer BJIK». Ilpemno:xena
dopma «IIporpammer BJIK», xoropas mosBosser obecreunTh pe3yJbTATHBHOCTH IIPOIECCA,
BECTH 3aIIMCH U MOJIYIUTh HEOOXOUMbIE JaHHbIE IS TOCTIKEHI ocTaBieHHbx nepen BJIIK
nesnei: obecrreueHre TPeOyeMOi TOYHOCTH/HEOIPEETIEHHOCTH Pe3yIbTaTOB TEKYIINX HCIIBITA-
HUH 110 Beelt HoMeHRarype MU, mogepskanme mpoiieccoB IPOBeIeHNs UCIIBITAHUH B CTATHUCTH-
YeCKHM KOHTPOJIHPYEMOM COCTOSTHHH, 0O0CHOBAHHOE IIOATBEPIKAEHIe Jaboparopreil CBoel Tex-
HUYECKOH KOMIIETEHTHOCTH, a CJIEI0BATEIbHO, U 00ecIede e JOBEPUI BHYTPEHHETO U BHEIIIHe-
TO 3aKa34YMKOB, HA/I30PHBIX OPraHU3aNNH K pe3yIbTaraM UCIBITAHUH 1 AedarenbHocTH WJI B 11e-
som. IIpoeemen amanmus sranoB BJIK ¢ ucnonbsoBanvem mpunnuna [lyxapra — Jlemunra —
PDCA c nepeuneM BO3MOJKHBIX PUCKOB IOJyUYE€HUs HEIOCTOBEPHBIX pe3yibTraroB. [laHbl pexo-
MEHIAIMH 110 3(P(EKTUBHON peau3alii KaK/[0ro sramna mporecca. Ilepednciienbl THIHIHbIE
omnGku WJI mipu Beimossennn BJIK, 94To 1M03BOIUT YnTaTENIM HE TOJIBKO HAYIUTHC H30eraTh
WX, HO M YIUTHIBATh KAK BO3MOKHBIE PUCKH B PAMKAX PEATH3AI[UH IIPOIECCA.

KaroueBsle cioBa: BHyTpUIab0paTopHbIA KOHTPOIb KAYECTBA PEe3yIbTATOB UCIIBITAHWH; IIa-
HupoBanue u peanusanus BJIK.
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The problems regarding arrangement and implementation of the intralaboratory quality control (ILC) of
test results in testing laboratories (TL) are reviewed and summarized. The main goals of ILC directly
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aimed at minimization of the risks of getting unsatisfactory test results are considered along with the
choice of the methods and types of control. The process and system approaches to organization and perfor-
mance of the ILC are proposed with allowance for the risk assessment at the stages of planning, imple-
mentation, and monitoring of the ILC, which provide a control of all measurement techniques (MT) used
in the laboratory, thus making the control procedure transparent to all the parties concerned. An effective
way to describe the ILC starting with the stage of planning is recommended. The proposed “ILC Pro-
gram” ensures the efficiency and effectiveness of the process to match the goals set for ILC: ensuring of
the required accuracy (uncertainty) of current test results for the entire nomenclature of measurement
techniques, maintaining the testing processes in a statistically controlled state, and, consequently, ensur-
ing of the confidence of internal and external customers and supervisory organizations to the results of
testing and activities of the TL as a whole thus proving the technical competence of the laboratory. We
present the results of analysis of all ILC stages using the Shewhart-Deming — PDCA principle with a list
of possible risks of obtaining unreliable results. Recommendations on the effective implementation of each
stage of the process are given. Listed typical mistakes of ILC implementation can help the readers not only
to avoid them, but also consider them as possible risks.

Keywords: intralaboratory quality control of test results; planning and implementation of intralabora-

tory quality control.

BBenenue

Hoswie pemakmuu cramgapros ['OCT HCO
9001-2015 u ISO/IEC 17025:2017 [1, 2] TpebytoT oT
HCIIBITATEBHBIX J1a60PATOPUH TPUMEHEHHUS IIPO-
IIECCHOTO TOAX0/IA U PUCK-OPUEHTUPOBAHHOTO MBbIIII-
meuusi. OCHOBHAA 1[€7b ABTOPOB CTATHH — HA OCHO-
Be Pe3yIbTATOB IPOBEJEHUS BHEIIHUX AyAUTOB B
WJI mpenmoxuTh crocod OmMCaHUA AeATEIbHOCTH
WJI no BaHyTpriaboparopHoMy (BHyTpPEeHHEMY) KOH-
TPOJIIO0 KauecTBa Pe3yIbTATOB UCIIBLITAHUH C UCIIOb-
30BaHUEM IIPOIECCHOTO IIOAXOMAd, AAaTh PEKOMEH-
JAIVH 110 IIPUMEHEHHUI0 CHCTEMHOTO0 MOAX0/a K Ija-
HupoBaHwio u mpoBenenunio BJIK, mosHakoMuthb
C PacCIpoCTPaHEHHBIMU THIUIHBIMU OIIMOKAME B
MPAKTUIECKOH MeATeTHHOCTH Ia00paTopuii, YTOOBI
MOKHO OBLIIO YYECTb 3TH OIIHUOKKA B BHUIE BO3MOMK-
HBIX PHUCKOB U IPHUHATH IPEBEHTHBHBIE MEPHI I
X MUHUMHU3AIIAH.

B oreuecTBenHOI muTEpPAType BOIpocaM ILIAHU-
poBanus u Bbroopa mporeayp BJIK Bcerga 6n110 mo-
CBAINEHO 3HAYUTEIbHOE KOIMYECTBO IMyOIUKAIIHM,
MMEPEYUCIUTh KOTOPhIE 37IeCh He ITPeICTABISIETCS
BO3MOKHBIM, IIOSTOMY ABTOPBI CTATbU OTPAHUYH-
JIUCH CCBUIKAMH TOJBKO HA HEKOTOpbIE, II0 X MHe-
HHI0, Hanbojiee 3HAYNMbIe paboTsl [3 — 6]. B momos-
HEeHUe K CKazaHHOMY B pactops:xennu WUJI ects me-
nasa cepusa HopMaTuBHBIX HokymenToB (H]II), mocssa-
IIIEHHBIX dTOMY BoIpocy, Hampumep [7 — 9]. Oxraro
opraumzanua mporecca BJIK (mnanuposanus, BbI-
MMOJTHEHUSA U MOKYMEHTHUPOBAHUS) SIBJISETCSI 0 CUX
IIOp OTHVMM M3 CJIOKHBIX BOIIPOCOB, KOTOPBIH MIPUXO0-
IUTCS pelaTbh CaMOCTOSTENbHO J0060# aaboparo-
pun 118 00ecriedeHusA v/UIu OATBEPIKIEHUS T0CTO-
BEPHOCTH IIOJyYEHHBIX PE3YJIbTATOB WCIBITAHUH
(kommuyecTBeHHOTO xXuMHYeckoro aHammsza (KXA),
W3MEPEHHE) U CBOeH TeXHUYIECKOH KOMITETEHTHOCTH.

BJIK — 5T0 onuH 13 caMbIX TBOPYECKHUX IIPOIEC-
COB B JjabopaTopuu, OpraHU3aIuA KOTOPOTrO, Kak
MPABHUJIO, OTIAAETCSA Ha OTKYIl CAMOM J1a60paToOpun, 1
Ha KOTOPBIH PYKOBOJCTBO JOCTATOYHO YACTO HE BBI-
JeJIsieT JOCTATOYHO PecypcoB (HAmpumep, IJIisd MpHU-

obperennst mporpamMMmHOro obecmedenus). OmgHaro
BJIK B o6sa3aTenbHOM MOPALKE JOJKEH OBITH BBI-
monaed B UJI pyist rapaHTHy [OCTOBEPHOCTH TIOJY-
YEHHBIX Pe3yIbTATOB HUCILITAHUH, II0ATOMY AJIA €T0
peanmuzanuu J1ab0PATOPUU MPUXOIUTCH BBIIEIATH
BpeMeHHEIe, Yell0BeYeCKHe, HWHTEJLIEKTyaJlbHble U
MaTepuaIbHbIe PECypChI B I060M ciydae, naxke 6e3
ydera 6OJBIION CTEIIeHW ee 3arpy:KeHHOCTH. [lma
Toro, 4ro0sI mpomecc BJIK 8 YJI 6bu1 He TOMBKO pe-
3yJIbTATUBEH, HO U 9(P(PEKTUBEH, 3TU PECYPCHI HYXK-
HO II0 BO3MOYKHOCTH OOOCHOBAHHO MWHHUMH3UPO-
Barb. IIporecc BJIK momxen y:xe Ha srare miaHu-
poOBaHUA OTBEYaTh I1€I0MY KOMILIEKCY TPeOOBaHMUM,
OBITH TOHATHBIM JIJI €T0 YIACTHUKOB, a Pe3yIbTaThl
BJIK momxubI ObITH MAKCHMATIBLHO JIOCTOBEPHBIMU
IJIS1 TOTO, YTOOBI M30€KATH PUCKOB IOIYIEHUS OIIU-
OOYHBIX [AHHBIX ¥ NPUHATAS HEIPABUIbHBIX
yupasieHdeckux pemreruii. Humke paccMoTpeHbI
ocHOBHBbIe Tpob6aembl Bbimomuenus BJIK B HWJI,
IAHBI PEKOMEH/AINH 10 €T0 ILIAHUPOBAHUIO U IIPO-
BEIEHUI0 B IeNIIX 00ecredyeHus pesybTATHBHOCTH
v 3 PEeKTUBHOCTH C yIETOM HOBBIX TPEOOBAHUH.

Cocroauue nmpob6iaemsr BJIK
B HCIBITATEJIbHBIX JA00OPATOPHIX

Crenyer cpa3y OTMETHUTB, UYTO B CTAThe HE pac-
CMaTpPUBAIOTCA BUABI JeATEIbHOCTU, CBA3AHHBIE C
co3manueM B UJI ycroBuil, rapaHTHPYIOMUX IIOJIY-
YeHWe MTOCTOBEPHBIX Pe3yJIbTaTOB WCHBITAHUH, T.e.
IIpeayIpPeIuTEeNbHBIA KOHTPOIb NI IPEBEHTUBHbBIE
MepBl, TaKKe MUHUMUSUPYIOIINE PUCKU IIOABIEHUS
HECOOTBETCTBUH B XO/l¢ IOATOTOBKU W IIPOBEJEHU
WCHOBITAHUN, TOJYYEHHUS HEJOCTOBEPHBIX Pe3yiib-
TaToB. [lefCcTBUTENbHO, MPenyIPeauTeNIbHbIH KOH-
TPOJIb ABJSETCA OJHOM M3 COCTABIAIONUX, obecrie-
YUBAIOIIUX IIOJIyYeHUEe J[OCTOBEPHBIX Pe3yIbTaToB,
OH 00s3aTejieH /i BBITIOJHEHUS W OXBATHIBAET
MHOKECTBO aCIeKTOB, perjiaMeHTHPOBAHHBIX B Py-
KoBozicTBe 10 KadectBy WJI w/unm B wHCTPYKIMAX
WNJI. Oguako s1eMeHTHI TAKOTO KOHTPOJIS IO CYTH
He ABIAOTCA cocraBHOM dacthio BJIK m mommmbl
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OBITH PACCMOTPEHBI OTEIBHO, XOTSI MHOTHE Jrabopa-
TOPHU B CBOMX [MOKYMEHTAX OTOKIECTBISAIOT OTH
BU/IbI TIPEIYIPEIUTEIHHOTO KOHTPOJIS C IIPOI[ECCOM
BJIK.

B nammoi#i craTthe He paccMaTpUBAETCA TaKKe
BOIIPOC OPTaHU3AIUY U IIPOBEEHNS BHEIITHETO KOH-
Tpoud kKadecTBa u yuactua WJI B MmexaabopaTopHbIX
cpaBuurenbubix wucobiranuax (MCH), mockonbky
9TO OTHeNbHAs TeMa mjid obcy:xnenus. [lannas my6-
JUKANWS He PACIpPOCTPaHAEeTCI Ha OPTAHOJIEeNTH-
YeCKHU aHAIN3 U MHKPOOHOJIOTHYECKHEe HCCIea0Ba-
uusa. Jlna atux ucnbiTaHUi Tpebyercd APYrod moj-
XO[I K IIpoIienype KoHTposisd, Hampumep [10, 11].

Crarbs 6a3upyercsa HA KOHIIEIIIIUHA 00eCIeYe U
€TUHCTBA U3MEPEHUH U IMOTPEITHOCTH PEe3yIbTATOB
ucnbITaHui. [lepediTu OT OIleHEeHHOH MOTPEITHOCTH
pesynbTaTra WCIBITAHWUH K €ro HeOIpeaeJeHHOCTH
MOKHO [TOCTATOYHO IIPOCTO, UCIOIb3ys PeKOMeHa-
muw [8, 12].

C omHoii cTopoHbI, AearenbHocTs WUJI B wactu
KOHTPOJIA KAYecTBA Pe3yIhTATOB UCIBLITAHWH perJia-
MEHTHPOBAaHA IIENIbIM KOMILIEKCOM TpPeOOBAHUH U
pexomeHpanmii, HanpuMmep [7 — 9, 13], BeImorHEHME
KOTOPBIX J7a60paTopud AOMKHA IIPOJAEMOHCTPUPO-
BaTh XOTd OBl Ha (opmanabHON ocHOBe. C mpyroi
CTOPOHBI, 1a60PATOPUA PACIIOIATAET MACCUBAMH CO-
OpaHHBIX 1 00pabOTaHHBIX JaHHBIX 10 utoram BJIK
3a OOJIBIIION TIEPHO]] BPEMEHH, aHAIN3 KOTOPBIX I10-
3BOJIAET €U MPUHUMATh J0CTATOYHO 000CHOBAHHBIE
pelileHus [0 TOMY HIH APYTOMY BUAY KOHTPOJI,
00BEKTY, CPEICTBY KOHTPOJIS W METOAHWKE H3Mepe-
auti (MW) ¢ Toukm 3peHus CBOEro OmbITa, PECypCcoB
M C y4EeTOM OIIeHKH COOCTBEHHBIX CTATHCTHYECKUX
JAHHBIX.

BriBogbl 0 KayecTBe Pe3yNbTATOB HCIBITAHUE
COTPYAHHUKH JIa00PATOPHH JEeJIA0T HA OCHOBE CBOET0
MPebIAYIIero ObiTa U Pe3yIbTaTOB TEKYIHUX KOH-
TPOJBHBIX HCHbITAHUU. [loaTOoMy Tipu mpoBemeHUH
PasHBIX BHEIIHUX IPOBEPOK (AyUTOB) K IPUHATHIO
petirenuit maboparopuu mo opranusaiuu BJIK cie-
IyeT OTHOCHUTHhCSI C yBaKeHHWEM M pPacCMaTpuBaTh
STOT BOIIPOC C yUYETOM MPAKTHUKU PaboThI Jaboparo-
PYH U CTIEIIU(PUKY IPUMEHIEMBIX €10 METOIUE H3Me-
peuuii (MH), a He MOAXOOUTH K 3TOMY BOIIPOCY hop-
ManbHO. TeM He MeHee aHAIW3 WUTOTOB BHEITHUX
ayIUTOB MMOKA3bIBAET, YTO MPU UX IIPOBEIEHUH UMe-
0T MeCTO He0OOCHOBaHHBIE TPEOOBAHUS CO CTOPOHBI
IIPOBEPSIOIINX SKCIepTOB 1o opranusanuu BJIK 6e3
OIIEHKH OIIbITa Jraboparopuu, crenudurn ee pabdo-
ThI, IEPUOJUIHOCTH BBINOJHEHUA KOHKpeTHbIXx MU.
B srom ciayuae mabopaTopus CTAHOBHUTCH 3aJI0:KHU-
KOM BBITIOJTHEHHST TAKUX TPeOOBaHUM, KOTOPHIE MO-
IyT 3HAYUTENBHO YBEJIWUHUTH €€ TPYA03aTpaThl Ha
nposenenrie BJIK, Ho 6bITh miau ManosherTHBHBI-
MM, WJIH COBCEM Hed(P(EKTUBHBIMHU.

Cnemyer 3aMeTWTh, YTO WMEHHO BBIIIOJHEHHE
BJIK mosBomsier maboparopus IIPOJEMOHCTPHPO-
BaTh MPUMEHEHHE PHUCK-OPMEHTHPOBAHHOTO MBIIII-

gerusa [1, 2], MO3BONAONIET0 HAEHTU(QUIIUPOBATDH
PUCKH TIOIyYeHUs HEJOCTOBEPHBIX Pe3yIbTaTOB UC-
TIBITAHUN U YIPABIATH UMH, a TaKKe BBIABIATH U
YCTPAHATh MPHUIUHBI IIOSBIEHHS HECOOTBETCTBHE
TpeboBanuaM Meroauk maMepenuit (MW) mpu mpo-
Benenuu wucobitanuii. [Ipomecc BJIK momxmo ma-
3BaTh PE3yJIbTATHBHBIM, €CJIU OH MO3BOJIAET J1abopa-
TOPUH HE TOJBKO IPeI0TBPAIATh BhIIauy HE0CTO-
BEPHBIX Pe3yIbTATOB UCIBITAHUMN, HO U HEMEJIEHHO
pearupoBaTh Ha CHUTyallWH, KOTJa IOTPEITHOCTh/He-
OTIPENIeNIEHHOCTD (MJIU ee COCTABJIAIOIINE) TTOIyUeH-
HOTO pe3yJbTaTa He COOTBETCTBYET MPUIHCAHHBIM
(;1abopaTOPHBIM) XapaKTEPUCTHKAM U APYTHM yCTa-
HOBJIEHHBIM TpeboBaumsam MU; BBISBIATH mMpobiie-
MBI, UEHTUPUITIPOBATH U YCTPAHATD IPUIUHBI UX
MOSIBJIEHUS B OIlepaTUBHOM peskmMe («on line»).

Ocuosubivu nenaamu BJIK asiasrorea: obecrieue-
HHe TpedyeMoi TOYHOCTH/HEOIpPeIeleHHOCTH pe-
3yJbTATOB TEKYIUX WCIBITAHUH, IMOAepKaAHIe
TIpoIfecca MPOBEIEHNU UCIIBITAHUN B CTATUCTUIECKHU
KOHTPOJIUPYeMOM (CTaGUIBHOM) COCTOSHUU, 000CHO-
BaHHOE TIOATBEp:KIeHUe Jaboparopueil CBOeH Tex-
HUYECKOM KOMIIETEHTHOCTH, a TaKKe obecredeHue
OBEpUA BHYTPEHHETO ¥ BHEIIHETO B3aKa3YUKOB,
HA/30PHBIX OPTAHM3AIUN K pesyabTaTaM HCIbI-
TaHWH.

Cmoco0bI ¥ BHIBI KOHTPOJIA

OcHoBHBIE CIIOCOOBI, BUABI U CPEJICTBA KOHTPOJIA
B UJI npencrasnens: Ha puc. 1. B na6oparopun mo-
IyT OBITH peaTN30BaHbI J[Ba cr10co6a KOHTPOJIA: OIe-
parueubiii KouTposb (OK) mpouenypsr ucnbitanuis
u KoHTposb crabunbuocTu (KC) pesyabraToB ucmbi-
TaHWH BO BpeMeHH. VIX MOKHO JOMONTHUTH APYTUMU
BHIAMH KOHTPOJIA. Bo MHOTHX ciydyasx Ienecoob-
Pa3HO OCYIIECTBJIATH KOHTPOJh MPABUILHOCTH BHI-
noruenus MU, Bemenus sammcell ¥ pacyeToB IIpu
TIOJIyYEeHUH Pe3yabTaToB usamepenuii. Ciaemyer mo-
YEePKHYTb, YTO BBINOJHEHWE BCEX BUIOB KOHTPOJS
COTPYAHUKHN J1a00paTOPUH MOJLKHBI IOATBEP:KIATH
3aIIUCAMH.

OK MoskeT BBITTOTHATHCA KAK CAMUMH UCIIOJHH-
TeNIIMH, TaK U B paMKax HIH(PPOBAHHOTO 3KCIIE-
pumenta. llemo B ToMm, 4TO camoe 3(eKTHBHOE
JIOKAJbHOE BMEIIATEIbCTBO B IpoIecc (Koraa 3To
obocHOBaHO) B pexmme («on line» 0OBIYHO OCyIIe-
CTBIIAIOT COTPYAHUKH, 3aHATHIE B IIPOIECCE UCIBITA-
HUS U/UIH 6IU3KHe K HEMY, YTO BCETa CIIeyeT YIu-
TeiBaTh npu nnanupoBanuu BJIK. OnepartuBubrit
KOHTPOJb NIPOBOJAT TAKKe IIPU ITOIBIEHUH (DAKTO-
POB, BIUAIONIAX HA CTATUCTUYECKYIO CTAOHUIBHOCTD
mpoliecca UCIbITAHUH (CMeHa PEeaKTHBOB, CTAHIAPT-
HBIX 00pas3IoB U Ip.).

OxHako HEIOCTATOYHO HAIAAWTH OIEPATHBHBIN
KOHTPOJIb, BAJKHO TaM, Iie 5TO BO3MOIKHO, IIOATBEP-
IWUTH, YTO IIOJIyYEHHBIH yPOBEHb ITOKa3aTesied Ka-
YeCTBa Pe3yNbTATOB WCIBITAHHUU OCTAeTCSI OCTHUT-
HYTBIM HA NPOTSKEHWH [0Jroro BpemenHu. HoH-
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OnepaTuBHBINH Kourpoas cTabuIbHOCTH Pe3yIbLTAaTOB
KOHTPOJIb ucnsrrannii (KXA) Bo Bpemenn
IToxazarenn T T a——— B dopme nepronugeckoi
KaJyecTBa IToeropsemocts POMEIY IIpaBunsHOCTH
MIPenu3HOHHOCTh MIPOBEPKU IIOTKOHTPOIHHOCTH
\1/ MIPOIeypPhl BbIIOJTHEHHUA
CO, AC, KOHTpOTBHBIE ucnbITaHuA (aHATH3A)
Po06BI ¢ U3BECTHBIM
Cpencrsa Pa6ouas OIIOPHBIM 3HAYEHHEM
Pa6ouas npoba
KOHTpOJIS mpoba (PIT) paboune Tpo6bL:
¢ nobaBKamMu
A ’ B dopme Br160pOUHOTO
pasbaBieHHbIe,
CTaTHCTUYECKOTO0 KOHTPOJIA
pasbaBieHHbIE N
[IPOMEKYTOYHOH
¢ mobaBKamu,
MIPenU3UOHHOCTH,
MCH u np.
Korrponsaas TIOTPENIHOCTH Pe3yIbTaToB
porenypa apantersHoe Tlosropoe V WCIIBITAHMH (aHAIH30B)
usMeperne usMepeHue KouTponbHoe
u3MepeHue
Kpurepuit Hopmarus Hopmarus
OLIEHKH TIOBTOPAEMOCTH TIPOMEKYTOUHOM Hopmarus C ncnonpsosannem
S — [PEIU3HOHHOCTH TIPaBUILHOCTH KOHTPOJIBHBIX KapT

Puc. 1. Bunbr BHyTpeHHEr0 KOHTPOJIS Ka4yecTBa pesyabraToB ucnbiranuii B UJI

TPOJIb CTAOMIHLHOCTH MIPOIIECCa U Pe3yIbTaTOB H3Me-
pennii Bo Bpemenn (KC) momxen pacupocTpasaThCs
uma MU, gna xoropsix 1o menecoobpasuo. KC mo-
JKeT MPUHUMATh pasHble (POPMBI: a) KOHTPOJBHBIE
kaprer Illyxapra (KKII); 6) mepuomwdueckas mpo-
BepKa MMOAKOHTPOJIHHOCTH IMPOIEAYPhl UCIIBITAHUL;
B) BBIOOPOYHBIH CTATHCTUYECKUH KOHTPOJD II0 AJlhb-
TepHaTHBHOMY npusHaky. Bee amropurmbr KC moc-
TATOYHO YETKO OIMHCAHBI B PyKOBOJCTBe [8], moaTo-
My MBI OTPAHHYUMCS TOTHKO KOMMEHTAPHUAMU K UX
BBIOOPY U MCIIOJIB30BAHUIO B 1A60PATOPHH.

Cnenyer 3ameruthb, uTo mpu npoBemennn BJIK
MIPUMEHUTENTHHO K KoHKpeTHbIM MU Becbma agex-
THBHO NPUMEHEHWEe IIPOTPAMMHOTO O00ecredyeHus
IUIS CHCTEMATHU3AIuN U 00pabOTKY pe3yIbTATOB HC-
nerranuii. [llupokoe mprMeHeHMe MOLYIHIN TaKHe
mporpaMMHbIe cpernctBa, Kak QControl, LabQuality
U JIp., C MIOMOIIBI0 KOTOPBIX HA KOHTPOJBHBIX Kap-
tax lllyxapTra Jerko BBIABUTH TUIIOBBIE CTPYKTYPHI,
YKa3bIBAOI[Me HA HATHYMe 0COOBIX IPUYMH Bapha-
nuii (mpasuna Becrrapma). Ho, K cosxamenuro, cie-
IyeT KOHCTATHPOBATh, YTO W3-32 HEJOCTATKA (u-
HAHCHPOBAHUS 3HAYUTENHHAS YACTh WCIBITATEh-
HBIX J1a00paTOPUH MO-IPEKHEMY OOXOIUTCA IIO-
CTPOEHUEM KOHTPOJBHBIX KapT C WCIIOJIb30BAHUEM
Microsoft Excel.

Ecnu MU BbImonHAOT B 1a60paTOPUH €KEHEB-
HO WJIM J0CTaTOYHO uacro, To npumenenme KKIII

HAMHOTO MpearnoYTuTenbiee. UToObl OOHAPYIKUTH
CTPYKTYPbI M TPEHAbI B Habope COOPAHHBIX MACCH-
BOB JIJAHHBIX 110 UTOTAM KOHTPOJISA, UX HYKHO BHU3ya-
nusuposarts [9, 14]. Ponms KKII, win «mmoxydyeHHBIX
KapTHHOK», 3HAYUTEIBHO 00JIbllle, YeM IIpeficTaBie-
HHe To# Ke uHpopManuu B TabamauoMm Bume. [lpa-
BWJIbHAA «KAPTHHKA» II03BOJAET YBHUAETH CBA3b
JAaHHBIX APYT C IPyTOM, HaJH4He B HUX KAKHX-TO
0CcOOEHHOCTEH U CTPYKTYP, KOTOPhIE HE MOTYT OBITH
oOHapy:KEeHbI IIPYU TEKCTOBOM WX TAOIHIHOM IIpE]-
crasiaennu. Ciaeayer 3aMeTUTD, YTO HHUKTO IIOKa He
MPUIYMAJ JIYUIIAA CI0CO6 KOHTPOJIS CTAOHUIBEHOCTH
nmroboro mporecca, yem ucmoiabzoBanre KKIIL. Sror
WHCTPYMEHT II03BOJIAET BU3YAIHU3UPOBATH IIPOIIECC,
YBHIETh BCE TPEH/IbI, OIEHUTH CUCTEMATUKY U IIPH-
HATDH peIlleHre B TEKYIeM PesKuMe cpasy MpPU MOsSB-
JICHUY TPEBOKHBIX MPU3HAKOB WU BHIOPOCOB. [[py-
rumu croBamu, KK mosBossitor mpuHuMaTh perre-
HUS He HA OCHOBE TOUEYHBIX TAHHBIX, MOJIYIeHHbIX
B paMKaX OIEpPaTUBHOTO KOHTPOJIS, & C yUETOM aHa-
nu3a pasbpoca mapaMeTpoB UCHBITAHUH.

Ecnu y maboparopuu HET BO3MOMKHOCTH BECTH
KKII, mockonpky MU BhImONHSIETCSH, HATIPUMED, HE
yaiie OJHOTO pa3a B MeCAI], TO B JAaHHOM ClIydae
MOKHO IIPHMEHATDH BUJ CTATHCTHIECKOTO KOHTPOJI,
OIIMCAHHBIN B paszene 7 pykoBoacTsa [8] — mposep-
Ky MOAKOHTPOJBHOCTH IIPOIIECCA UCITBITAHUH.
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U, nakonerr, mocieqHuil BApUaHT KOHTPOJISI CTa-
OWJIBHOCTH IIPOIECCA HCIIBITAHWN — BBIOOPOYHBIH
CTATUCTUYECKHUH KOHTPOIb TI0 AJbTEPHATHBHOMY
npusHaky [8, pasmen 8]. C Haiell TOYKH 3peHusd,
aT0 cambrii MamoddqderruBubi crrocodb KC ms ma-
60paTopuHu, IIOCKOJBKY BBIBOABI MOKHO CIHEIATh
TOJILKO TI0 OKOHYAHWH JJIUTENIHHOTO KOHTPOIUPY-
emoro mepuoga. Kak npasuio, sTa npouenypa 3aHu-
MaeT OKOJIO Tofia, U y 1abopaTopuu B TEYEHUE STOTO
BPEMEHHM HET BO3MOKHOCTH pasobpaThbcsi B MPUYH-
Hax c00eB (eciu OHU MMEIOT MECTO) U IOBIUATH HA
poliece, epeBes ero B CTATUCTUIECKHU yIIpaBiise-
moe cocrosiaue. OmHaKo 1abopaTOpPHUH YacTo mpube-
raloT K 9TOMY BHAY KOHTPOJIA, CIATAA €ro Haubosee
npocteiM. PopmanbHO TaKkue 1a60PATOPHUU HE B UEM
YIPEKHYTb, HO PE3yIbTAThl TAKOTO KOHTPOJISI IPaK-
TUYECKH HEBO3MOXKHO HCIIOIb30BATH VIS aHaIH3a
MPUYUH HECOOTBETCTBHHM U YIYUIIEHUS IEITEeIbHO-
ctu 1abopaTopuH.

IIpuMeHeHnEe CUCTEMHOTO
u mpoieccHoro noaxono Kk BJIK

[Ipu nnanwpoBaHWHU, OpPraHU3AINH, IIPOBEE-
HUYM ¥ TIOCTEAYIOIIeH aKTyanusanuu (Win KOPpPek-
tupoke) mporecca BJIK maboparopuu mpuxomurcs
BCerjga NMPWHUMATH CIOMKHBIE perneHus. [Iposeme-
ure BJIK o6s3aTenbHO, 0QHAKO IPeIBAPUTEIBLHO CO-
Tpynuukam KMJI HeoOXogmMo pemruTb pAx 3amad
BHYTpPH 1a00paTOPUH, B YACTHOCTH:

B KakoM obbeme ocymectBiaTh BJIK, kakxwe
BuABI KoHTpOsa At MU craenyer BoiOpaTh;

KaKue KOHTPOJIbHBbIE MMapamMeTphbl WK XapakKTe-
PUCTHKH HYIKHO BBIOpATH 11a naunuoi MU,

HAa KakWe HOPMATHBBI OPHEHTHPOBATHCA [IJIA
MIPUHATHUA PeLIeHu 110 UTOTaM KOHTPOJIS,

KTO ¥ C KaKOH ITEePUOTUIHOCTHIO OyAeT BBIMOJ-
HATHh KOHTPOJIb 10 ganHoi MU,

KakuM 06pasoM clieflyeT PpPerucTpupoBaTh pe-
3yJIBTATHI KOHTPOJIS;

KaKWe CpefCcTBA KOHTPOJIA MOKHO HCIIOJIb-
30BaTh, KAK MHHHMHU3HPOBATH 3aTpaThbl, IIOCKOJIb-
Ky CTaHIapTHbIE 00pas3IlbI/3TAI0HBI MIOAYAC OYEHb
JIOpOTH;

HYKHO JIH IIPOBEPSATH KA4eCcTBO PAOOTHI HCITOJI-
HHUTEeJIeH (MCIoMb30BaTh IIH(POBAHHBIE IIPOOHI,
IIPOBEPKY MIPABWJILHOCTH BbInojaHenus MU) wiam
caM¥ HCIIOJHUTENH OyIyT MOATBEPIKAATH IPABUIb-
HOCTb IOJIyY€HHBIX MU PE3yIbTATOB C UCIOIb30Ba-
HHEM KOHTPOJBHBIX 00pasioB (Irpob) u maiee camo-
CTOATENIHHO OCYIIECTBIATH KOHTPOIb CTAOUILHOCTH
mporiecca MPOBeIeHNs U3MEPEHUH BO BPEMEHH.

CroxHocTh cuTyanuu 1o opranusamuu BJIK
ycyrybmasiercs eile M TeM, YTO COTPYAHHUKH jtabopa-
TOPHH IOCTATOYHO PEIKO MMEIOT BO3ZMOMKHOCTH IIPO-
XOOUTH 06yquHe B CllenmuaJIu3upPOBAHHBIX OPraHH-
3anuaX, BKIOYasd OOy4eHHe 10 CHCTEeMaM MEHEe[ K-
MEHTa W MEeTPOJIOTHIECKOMY O0EeCIedeHHI0 IesITelb-
HocTu Jaboparopuu. Hukakme yue6HUKH, My0OIuKa-

[M¥, HOPMATHBHAA [OKYMEHTAIWs HE II03BOJISIOT
TIOJIyIUTh OHO3HAYHBIE OTBETHI HA KOHKPETHBIE BO-
MIPOCHI, CBA3aHHbBIE C PeaIbHOM MPAKTUKON PaboThI
naboparopun. TeMm He MeHee BBIBOJIBI O TOCTOBEPHO-
CTH pPe3yJIbTATOB HCIBITAHUM, CTATUCTHYECKOH CTa-
OWJILHOCTH TIPOIlecca M3MepeHud, a TakKe O TMOJ-
TBEPIKAEHUHN TEXHUYIECKOU KOMIIETEHTHOCTH Jabo-
PATOPHHU TOIyYal0T UMEHHO HA OCHOBE KOHTPOJIb-
HBIX HWCIBITAHWY, 3aIIAHUPOBAHHBIX W IIPOBEIEH-
HBIX B pamkax BJIK.

IIposenenne BJIK maboparopus momxHa pac-
CMaTpPUBAaTh KaK IIPOIfeCC, AIA KOTOPOTO HeoOXo-
IVMO HA3HAYUTH OTBETCTBEHHOTO COTPYIHUKA,
OTIPENIENTUTh «BXOJbI» U «BBIXO[[bI» IIPOIECCA, TOUKU
KOHTPOJA ¥ MEPHOAHUYHOCTH OIIEHKH €ero pesyib-
TAaTUBHOCTH (MOHUTOPHHT) B IEJIAX MPUHATHS pe-
IIeHuH 10 ero yayuiieHwuio. [IporieccHbrii moaxon
B IeATEIbHOCTH J1a00pATOPHUH YETKO PEeTIaMeHTHPO-
BaH He Toabko B 'OCT P MCO 9001-2015, Ho u B
HoBoii Bepcuu ISO/IEC 17025:2017 [1, 2]. Bomee
TOTO, U3 3TUX JOKYMEHTOB CIeAyeT HeoOXOIMMOCTb
«BCTPAMBaHUSI» B IMPOIECC AEATETHHOCTH IO HIEH-
TU(UKAIINN, OIleHKe W yIpaBIeHWI0 puckamu. W3
9TOT0 IMPWHIIAIIA BBITEKAIOT IIOJIOKEHUS, PacCMOT-
peHHbIE HIKE.

1. BJIK momxen 6bITH OcyIiecTBIeH B 1aboparo-
puu Ha peryiaspHOH (IIaHOBOH) OCHOBE I BCeH
HOMEHKJIATypbI ucroiab3yemMbix MU, Bratouas 3asae-
JeHHYI0 ob0macth akkpemuraruu. IIpomemypy BJIK
11e71ec000pa3HO PACIIPOCTPAHUTE HA BCE BU/BI UCIIBI-
TaHu#, mpoBoguMbix WMJI, BEIOUAA KOIMIECTBEH-
HBIM XUMHUYECKHWM aHaiaus, KadeCTBEHHBIE UCIIbI-
TaHWA, (PUBUKO-MEXaHUYECKHe WCIIBITAHUA, Pa3py-
[MIAOIAA ¥ HePaspyIIAIUA KOHTPOIb, HWHCTPY-
MEHTa/IIbHbIe METOIbl U3MepeHuH u Ip. B mepsyio
ouepenb 1ab0OpaTOpUM, KaK IIPABHIIO, IIPOBOZIAT
BJIK mnas MU ¢ ycraHOBIEHHBIMHU II0KA3aTENISIMU
KadecTBa B BHJE XapaKTePUCTHUK MOTPeNrHoCTH (He-
onpenenentoctr). OgHAKO pe3yabTaThl WCIBITA-
HUH, MOJIyIYeHHbIE C ITOMOII[bI0 KAYECTBEHHBIX U I10-
nyronmdecTBeHHBIXx MU, 1iemecoobpasHo ToKe KOH-
TPOJUPOBATH, ITOCKOIBKY CYIIIECTBYET PUCK ITOSBIIE-
HHSA OMMO0YHOTO pes3yabrara, 0COOEHHO TaM, Iie 3a
JIOJITOE BpeMs He OBLI0 IPEeyCMOTPEHO HUKAKUX BH-
OB KOHTpOJsA. Kakoil BUA KOHTPOJS IJIA STHUX Iie-
Jelt BBIOPATh — 9TO pelleHue JabopaTopuu C yde-
TOM crienuuKN 06HEeKTa UCIBITAHUHN, TIIKECTH II0-
CIeICTBUU IIpU HACTYILIEHMU PUCKOBOM CUTYyaIluu,
MMEIOIIUXCA PECYPCOB.

2. B WJI u/unu ee cTpyKTYpPHBIX HOAPA3TEICHN-
AX JOJIKEH OBITh Ha3HAYEH OTBETCTBEHHBIN (KOOp-
IUHATOP) 32 OPTaHU3AINI0, PETUCTPAIINIO, IPOBEe-
HHe W uHTeplperanuio pesyabraros BJIK. Bes aro-
ro pemrenns mporiecc BJIK B maboparopum Gymer
«obesrimasien». He ciemyer BosiaraTh OTBETCTBEH-
HocTh 3a Bbimonuenue BJIK ma pyxoBommrens MJI,
KOTOpBIH peliaer 6ojee CI0KHBIE aTMUHUCTPATHUB-
HbIe 3a[aYd: UMEeT CMBIC/I BO3JIOKUTH OTBETCTBEH-
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HOCTh 3a IpOBefeHre OOIBIITHHCTBA HTANOB OIepa-
THUBHOTO KOHTPOJA Ha ucmnonxHurenei. OTBeTcTBeH-
HOCTBH 3a IPUHATHE, BBIIOJHEHWE U PETHUCTPAIHIO
JEeHCTBUM 10 pe3yabTraTaM KOHTPOJIA, BKII0Yas Bpe-
MEHHYI0 IIPHOCTAHOBKY WCIBITAHUMH, yCTpaHEHUe
HECOOTBETCTBUH H OCYIECTBIEHHE KOPPEKTUPYIO-
IUX EeUCTBUU, HECYT, COOTBETCTBEHHO, WCIIOJTHU-
Teinb, oTBeTcTBeHHBIH 3a BJIK, u pyroBogurens WJI
(kasxapIii — B cepe cBOel KoMIleTeHIuu). B aToM
cIydyae OueHb BayKHA JOCTATOYHAS KBATU(UKAIIAI
COTPYAHHUKOB, BKJIIOYASA UCIIOTHUTEIEH.

3. Oprauwmszarnuu u nposenenuio BJIK (mpume-
HUTENbHO K KoHKperHoM MMW) mo:xer mpeiiecTso-
BaTh IPOIEAypa IOATBEP:KAEHUA BO3MOKHOCTH U
MPABHIBHOCTY UCIIOIb30BAHUS 9TOH METOMUKH B Jia-
6oparopuu c yderom TpeboBanumii [2, 13]. Hampu-
mep, ectu MU paspaborama u arrecroBaHa B TOH
smabopaTopuu, I[e OHA HCIIOJB3YETCA IJIA PEeIIeHUd
KOHKPETHBIX aHATNUTHYECKUX 3a/1a4, TO IMPOIeaypa
arrecraruu MU yxe nmoxasana mpaBHIBHOCTH U
000CHOBAHHOCTH €€ WCIIOIb30BaHUsA B JAHHOMU J1a00-
paropuu. ITO Ke IoJoMkeHne orTHocuTcss U K MU,
KOTOpBbIE€ WCIIONB3YIOT B JIa60PATOPHH JJIHTEIHHOE
BpeMs. B arom ciiyyae mpaBHIBHOCTh ITPUMEHEHUS
rakux MU B mamHO# abopaTopuy MOATBEPIKICHA
MHOTOJIETHHUM OTIBITOM ¥ 000CHOBaHA pe3yJbTaTaMu
BJIK u mexmabopaTOpHBIMHU CIUYUTEIHHBIMU HC-
nerraauavu (MCH).

4. Tlo pemenuio mabopaTopuu BO3MOKHO 000C-
HOBaHHOE MIPOBEJeHNe KOHTPOJIA He TI0 BCEMY aJro-
putmy MU, a Tonsko mmo ee mpobiaemuoit yactu. Ha-
IpUMep, eCciau eCTh WHMOPMAIHA 0 HAIWIUHN He Y-
TEHHBIX paHee JOMOJTHUTENbHBIX 3HAYUMBIX (DAKTO-
poB (meamexBarHocth CO, HEOXHOPOIHOCTH 06pas-
II0B ¥ TIp.), TO JIa0OPATOPUA MOKET ILIAaHUPOBATH
OTZeNbHbIE DKCIEPUMEHTAIbHbIE TIPOBEPKHA B paM-
kax BJIK, 4T00BI OIIeHUTD WX BIWIHUE.

5. Ilpouenypa BJIK momkza 6BITH mpo3padHOM
¥ TIOLIATOBO JOKYMEHTUPOBAHHOM, ee HeO00XOAHUMO
IOBECTU JI0 CBEIEHUA BCEX 3aMHTEPECOBAHHBIX CO-
TpyaHukoB gaboparopun. Ilo cyru B BJIK momxen
ObITH BOBJeYeH Bech mepconan KMJI, mporomsrmuii
ucrbITaHuA. B Tex ciyuanx, Korga sabopaTopus He
MOKET BOCIIOJI30BATbCA IPOTPaMMaMH I KOMIIb-
orepudanuu BJIK, wucnonauTenu MOMKHBI 3HATH
OCHOBBI CTATHUCTAYIECKOTO YIIPABICHUS IIPOIECCaMH,
nocrpoenws, Begenns KKII mis Toro, urobsr ymersb
WX HWHTEPHPETUPOBATh (BKJIOYAA WCIOIb30BAHUE
mpaBua Becrrapga), 4eTKO BBINONHATH KOHTPOJb
B COOTBETCTBHMH C YCTAHOBJIEHHBIMH AJTOPUTMAMH,
BECTH COOTBETCTBYIOII[ME 3alWCH II0 yCTAHOBJIEH-
HBIM (popMaM perucrpanuu. ITO 3aMeYaHue B Imep-
BYIO ouepeqb Kacaercs yaaneHHbx WUJI, a takixe Tex
smabopaTopuii, Iae COTPYAHUKN PaboTal0T BAXTOBBIM
METOZIOM U Y HHUX HET BO3MOYKHOCTH UMETh B LITATE
eme u rKoopauuaropa BJIK. B mporusHOM ciyuae
BeCcbMa BEPOATHBI MOTEPS HYKHBIX JAHHBIX, IPUHI-
THe HeIPaBUJIBHBIX pelleHuU, BIIOTH O BOJBHOU

WA HEBOJILHOH IO TACOBKH PE3yIbTaTOB KOHTPOJIS.
Hcmonuurenyu MOMKHBI IIOHHMATH, YTO IIPHYHHON
MOABJIEHUS PA3IUYHBIX BHIOPOCOB W TPEHAOB IIPHU
KOHTPOJIE B GOJIBIIIMHCTBE CIIyYaeB SBISIOTCA HE UX
OmMOKH, a «TOJIOC MPOoIfecca HCIBITAHHWEH», OTpa-
SKATOIHI TOABIEHUE CHEIUATbHBIX IPUIWH U BIUI-
HHE Pa3INJYHBIX (PAKTOPOB BaprabelbHOCTH, OIIH-
CHIBAIOIIMX TPAHHUIIBI CTATHCTHYECKOM CTAOUILHO-
ctu mporecca [15, 16].

HJIaHI/IPOBaHI/Ie, BBIIIOJTHECHHUE, MOHUTOPUHTI
U coBeplieHcTBOBaHue mnpoiecca BJIK

ITocronsry BJIK siBasercs mpoireccom, TO K aji-
TOPUTMY €r0 BBITIOJIHEHWS, KOHTPOJIS W YIIyUIIIeHUS
npuMeHuM xoporo wusBecTHblM muka lyxapra —
Hevunra PDCA — «miaHupy# — BBITOIHANH —
KOHTPOJIMPYY — COBEPIIEHCTBYH», KOTOPBIM «3a-
IIAT» B CTPYKTYPBI U COMEPIKAHWE BCEX HOBBIX pe-
MAKIUH CTaHAAPTOB-TPEOOBAHMI K CHUCTEMaM Me-
HeKMeHTa, BKmouad [1,2]. ABTOpBI cTaTbu uc-
norb3oBanu 1ukiaI PDCA Kak WHCTPYMEHT I OIIH-
canus nporiecca BJIK 8 UJL.

Iman naanuposarus npoyecca BJIK aBisercs
rmaBHBIM Jiuia aaboparopun. C OfHOH CTOPOHBI, (-
derxruBHoe minanuporanue BJIK meobxommmo mis
MTOJIyYEHUS MCXOMHBIX JaHHBIX, C APYTOM — JJIs MH-
HuUMu3anuu tpynosarpar. Takoit qokyment WUJI pas-
pabaTtbiBaeT HaA TOA WA OOJee MIUTEIbHBIH CPOK,
OH WIMEeeT COOTBETCTBYIOIIHE craryc (yTBep:KaeHue
Ha YPOBHE PYKOBOAHUTEJA Ja00PATOPHU) U OXBATHI-
Baer Bce MU, BKIIOUEHHBIE B 00JIaCTh JESITEIbHO-
ctu naboparopuu (06/1aCTh AKKPEIUTAINN), 8 TAKKE
OCTYIIEH U MIPO3padeH I BCeX 3aNHTePECOBAHHBIX
JIUII, BKJIIOYAA UCTIOTHUTEIEH.

ATOT JOKYMEHT paspadaThbIBaeT OTBETCTBEHHOE
nauno (wim pabouas rpymma) HA OCHOBE W C yUETOM
Cenyomnx (PaKTOPOB:

HoMeHKIaTypbl MU, npumensaembix B UJI,;

yacToTs! ucnonb3oBanua MU u ux cnenuduky;

0COOEHHOCTEH ¥ CHENU(PUKHA OOBEKTOB WCIThI-
TaHUH;

HAJIMYUSA CPEICTB KOHTPOJIS: CTaGUIBHBIX pabo-
yux mpod, crangaptabix obpasmos (CO), arrecro-
BauHbIX cMecei (AC), BO3MOKHOCTH ITPUMEHEHWUS
MeTo/a N00aBKH;

KBATM(DUKAITNY UCTIOTHUTENCH U Ip.

Ilemecoobpasto mis paspabOTKH U ILIAHUPOBA-
uus BJIK cosngars pabodyro rpymmny ¢ mpuBiedeHreM
IIpeficTaBUTeNed pPasIuYHbIX HalpaBiIeHUU nged-
TenbHOCTH. «MO3TOBOU IITYypM» ¥ KOJUIEKTHUBHAS
KOMIIETEHTHOCTh paboueil TPYHIbl MO3BOJIAIOT 3a-
BEPIIUTH pabOTy 110 TIAHHPOBAHUIO IIPOIECCA OTITH-
MaJIBHBIM CIOCOO0OM ¢ MHHMMH3AIEH TPYyx03aTpaT
M C MaKCUMAIbHBIM YYETOM BO3MOIKHBIX PHUCKOB,
BJIUAIONIUX (DAKTOPOB U OIBITA J1a00PATOPUH.

Ha srane mianupoBanus IPUHUMAIOT PEIeHHUs
M0 BHUAAM KOHTPOJS, KOIUIECTBY KOHTPOIHHBIX
MPOIEZyp 3a MecAIyTof B ciaydae KoHKperHoi MU
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€ y4eToM HeoOX0IUMOCTH HAabopa J0CTATOIHOMN 6asbl
MAHHBIX JJIS HAKOIUICHWS W IOJydeHus uHQopMma-
WK O XapaKTePHCTHKAX IIOTPEITHOCTH/HeoIpee-
smennoctH, nocrpoenus u Befenus KKII nau nepuo-
IMYIECKOH ITPOBEPKHU ITOIKOHTPOIBHOCTH MIPOIEIYPhI
BBIMOJIHEHUS UCILITAHUH (TaM, T7e 9T0 Heo0XO0IUMO
U 1eJ1eco00pasHo).

Hrorn mranupoBanus, Kak MPaBUIO, 0popMIIs-
0T B BHJE KOHKPETHOTO JOKyMeHTa (IIpOrpamMMbl,
IUIaHa Wik rpaduka) B 3aBHCHMOCTH OT BEIOM-
CTBEHHBIX TPeOOBaHWI, a TaKkKe MPAKTHKH J1abo-
paTopun u ee oTpaciaeBoi mpuHaIexHocTH. [leme-
co00pasHo TAKOH JOKYMEHT YTBEPAHTb HA YPOBHE
pykoBoxuTena maboparopun u HazBaTh «IIporpam-
moii BJIK», 1MOCKOJIBKY ero comep:kaHue I03BOJIAET
mabopaTopuu peasn30BaTh CHCTEMHBIH TOAXON U
BKJI0YAET HE TOJBKO JAaHHbIE 10 BHUIAAM U IIEPUO-
IUYHOCTH KOHTPOJIA, YTO XapPaKTEPHO A rPpad)uKOB
BJIK, HO u BC0O OCTalbHyI0 MPUBEJEHHYIO BBIIIE
WHQOPMAITHIO.

B camom obmem ciayuae mnammposanue BJIK c
ucronb3oBanueM Takoud I[IporpamMmper 1mo3BOMIAET
y4ecTb W OXBATUTh BCI0 HOMEHKJIATYPY HCIIOIb3ye-
MbIXx MU ; ycTaHOBUTH BUIBI KOHTPOJISA, IAPAMETPHI,
XapaKTEePUCTUKN ¥ HOPMATHUBBI; OIIPEIeIUTD IIePHO-
IUYIHOCTD BBITIOJIHEHUS U CPECTBA KOHTPOJIA (C yue-
TOM HAEHTH(HUIIMPOBAHHBIX PUCKOB); HA3HAYUTD OT-
BETCTBEHHBIX 34 IMPOBEJEHHE W PETHUCTPAIlUI0 pe-
3yJbTATOB KOHTPOJIA; YHUPHUIUPOBATL (POPMBI pe-
THCTPALIMY JAHHBIX U IIp.

B Tabnuie npueenen npumep takoi «IIporpam-
mbl BJIK» st maGoparopwiu, KoTopas exeaHeBHO
BBIIOJIHSET HecKoiabko MM 1mis He6oIbIIol HO-
MEHKJIATypbl 00BEKTOB HUCIbITAHUU. B aTOM ciiyuae
MpHUBEJEHEe KOHKPETHBIX HOPMATHBOB KOHTPOJIS B
rpacge 7 «IIporpammer BJIK» sBiserca obocuHoBaH-
HBIM U YIOOHBIM JIJIS UCIIOJTHUTEIEH.

B ciyuae, eciu B 065macThb fesitenbHOCTH 1abopa-
TOPHH BKJIOYEHO 3HAUYUTENHHOE KOJIMIECTBO O0BEK-
ToB ucnbiTanuii U MU, B ynomanyroi Beiie «IIpo-
rpamme BJIK» mosxHO B rpade 1 rpynmuposars MU
B Buze OmorxoB. Hampumep, mepBwIfi 610K — 3TO
MM, xoTopble peanu3yTCA ¢ YaCTOTOM MEHee OHO-
ro pasa B KBapTaj, IIOJT0Ofia WIH JajKe OAWH pa3 B
rozx. B sToM ciydae IpHMEHHM TOJBKO «y:KEeCTOUEH-
HBII» OIIePATHUBHBIA KOHTPOJIb, KOTOPBIHA I1€71ec000-
pasHo cenaTsh 0043aTeIbHOM MPOIeAYPOH IPH KasK-
oM BeimonHenuu MU.

Bropoit 60k — sro MU, ucmonbsyemble mMpu-
MEpHO OIWH pa3 B Mecsll. K HeMy mpuMeHHUMBI Orte-
PATHBHBIA KOHTPOJIb U KOHTPOJIH CTAOUIBHOCTH pe-
3yJIbTATOB HM3MepeHui B (hopMe MPOBEPKU IIOJKOH-
TPOJBHOCTH IPOIeAypbl ucubiTanuii. K Tperbemy
610Ky MO:kHO oTHecTH MM, mocTaTouHO YAcCTO BBI-
mosHgeMble B aboparopun. B aToMm ciydae ucmomns-
3yeTcs OIePATUBHBIN KOHTPOJIb U Ha €r0 OCHOBE Be-
nyTcs KouTpoabHbie KapThl lllyxapra (ecM. Tabmuiry).

IIporpamma BJIK wmoxker ObITH momosiHeHa u
pacimmpesa 3a CYeT BEJIUYEHUS [OTMOJHUTEIbHBIX
rpad ¢ y4eToM OPAKTUKU KOHKPETHOH Jj1aboparo-
pun. B mo6oM ciydae Hamwdure TAKOTO JOKyMEHTA
MI03BOJISIET HE TOJNBKO PEaln30BATH CHUCTEMHBIH U
MIPOIECCHBIN MOAXOIbI K paspaboTKe U peanu3arun
BJIK, mo u cmenars 3Ty 0061aCTh 1€ATEIBHOCTH YHHU-
urupoBaHHOM, MIPO3PAYHON U IIOHATHOM IJIA BCEX
€€ YIaCTHUKOB.

Iman ewvinoanenus BJIK Ha oCHOBAHWH TAKOH
MIPOTPAMMBI 3aBHCHT OT CHEIH(PHUKH PaboThI J1ado-
paropun. Eciu HOMeHEKIaTypa 00BEKTOB HCIIBITA-
HUH cTa0MIbHA U 34 IO HEeT HUKAKUX U3MEHEeHUU B
mHoMmenknarype MU, To 5ToT sTam MOKeT IPOAIUTE-
¢ rox U Gonee 6e3 CylIecTBEHHBIX H3MEHEHUU B
«IIporpamme BJIK». Ha sTom srame BaxmO TIa-
TEJIbHO BECTHU 3aIHCH 10 TEPBUYHBIM JaHHBIM HTO-
rOB KOHTPOJISA, BKIOYAA WH(MOPMAIIHUIO IO XapaKTe-
PUCTHKAM IPEIU3NOHHOCTH Pe3yJbTATOB HCIBITA-
Huil. PopMbl BeleHUsA 3amMUcell IEPBUYHBIX TaAHHBIX
11es1eco00pasHo yHU(PUIIUPOBATh, YTOOBI HE IIOTe-
PATH HY:KHYI0 HH(POPMAIIUIO U 00JIer9YuTh ee c6op u
06paboTKy.

Jlaboparopus H0oKHA YETKO ONPEIeTUTh MECTO,
crocobbl ¥ (popMbI peructparuu pesyabraros BJIIK
¢ TeM, 94TOObI COXPAHUTD BCIO HEOOXOIMMYI0 HHQOP-
MaIuio IJI ee JajlbHeHIed o0paboTKM, OIEHKH U
MHTEPIIPeTaIuy B MeIAX MPUHATHA 000CHOBAHHBIX
yIpaBIeHUYECKUX PEIIeHHUH: 5T0 pabodme :KypHAHI,
JKYyPHAIBI KOHTPOJISA, KOHTPOJIbHBIE KapThl lllyxapra
(KRII), mpoTOKOIBI, OTIYETHI U IP., KOTOPhIE MOKHO
BECTH U COXPAHATH HA OYMAXHOM HOCHUTEJE WU B
9JIEKTPOHHOM BHTE.

CoTpyaHuKH 1a00paTOPUU, IIPOBOISAIINE HCIIEI-
TaHWfA, AOKHBI YETKO 3HATH MOPSAOK JeHCTBHI
[IPY BBIABJIEHUH HECOOTBETCTBHH HA 3Tale KOHTPO-
Ji TIOBTOPSEMOCTH W OIEHKU IPUEMIEMOCTH IIOJIy-
yeHHBIX pedyabraToB wucnbiTanuii (KXA). Onm
IOJKHBI YMETh HepPecyuTarh Wi HAWUTH 10 Tabau-
IaM 3Ha4YeHHs KPUTHYecKuX AuanaszoHoB CR¢5(3)
nna n =3 u CRyg;(4) nna n = 4 (rae n — Kommde-
CTBO TMAPAJIEIbHBIX WM €IUHUYIHBIX U3MEPEHHH),
BECTH COOTBETCTBYIOI[€ TEPBUYHBIE 3AIMCH B Pa-
00ourXx JKypHaJIax C PETUCTPAINEH BBIABICHHBIX He-
COOTBETCTBUU U NPEIIPUHATHIX KOPPEKIUH U KOp-
PEKTUPYIONINX TeHCTBUH (IIPU HeOOXOIMUMOCTH).

CobpaHublil TAKUM 00pa30M MacCCHUB JaHHBIX He
TOJIBKO TTO3BOJIUT JIa60PATOPHH OIEHUTH J1ab0paTop-
Hble XAPAKTEPHUCTUKH ITOTPEITHOCTH/HeOIpeIeIeH-
HOCTH Pe3yJIbTaTOB HCIBITAHUM, COIMIOCTABUTH UX C
npunucanubivu o MU, HO u ymocroBepuThcA B
TOM, YTO TPOIECC MPOBEIEHUS UCILITAHWI CTATH-
CTHUYECKHU CTabuIeH ¥ MOAKOHTPOJIEH 1abopaTopud,
a Tak:Ke 000CHOBAHHO MOATBEPIUTH CBOIO TEXHUIE-
CKyI0 KOMIIETEHTHOCTb. Kpome TOro, mo sTuM naH-
HBIM MOKHO (IIpM HeOOXOIMMOCTH) aTTeCTOBATH
MM, kouTpOIBHBIE 06PABIIEI ¢ U3BECTHBIM OIIOPHBIM
3HAYEHHEM, CTAHIAPTHbIE 00PA3Ilhl MIPEeAIMPUATHA.
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Puc. 2. Crioco6b! OLEHKH TPEIH3UOHHOCTH (CIydaiHOM 110-
TPEIIHOCTH) Pe3yIbTaToB

Ecau maGoparopusi MpPOBOIUT HCHBITAHHUS 10
MU, nmns KOTOpO# OTCYTCTBYIOT KOHTPOJIbHBIE 00-
pasIbl, TO 11eJ1ecO000Pa3HO He OTKA3hIBATHCA OT KOH-
TPOJIsA, a [JIfA €ro MPOBEIEeHUA HCIIOIb30BATh IIOJY-
YeHHbIE B J1a60OPATOPHHU OIEHKH MPEIU3HOHHOCTH
Pe3yIbTaTOB UCIBITAHUM C YETKON HAEHTHU(UKAIU-
et pakTopoB BapuabersHOCTH (pHC. 2).

Ecnmu ke mepenm maboparopuweii cTouT 3amada
paciupenuss HOMEHKIATYPbl 06 BEKTOB U, COOTBET-
creenro, MU, 1o mocne samraHUpPOBaHHON IIPO-
IeAyphl OIIEHKM HTPHUMEHUMOCTH HOBBIX MU u mo-
JIy4EeHUs YAOBJIETBOPUTEILHBIX PpE3yJIbTATOB II0
ee uroram HoBble MW mOMKHBI OBITH «BCTPOEHBI»
B IIporpammy BJIK.

Cnemyer MOBTOPUTH, YTO MACCHBBLI AHHBIX,
cobpaHHBIX Jaboparopueii, camu 1Mo cede He SIBJIA-
0TCA MHMOPMAIUEH I HPUHATHSI HEe00XOIMMBIX
u obocHoBaHHBIX pemrennii. Ilepexom or Habopa
nudp K IOHMUMAHWI0 U BBIBOAAM (pelleHuaM) ocy-
II[ECTB/AETCA IIyTEM aHANW3a IAHHBIX, aJITOPUTMbI
KOTOPOTO ¥ JIOJKHBI ObITh 3QJI0/KEHBI B YIIOMSIHYTOH
IIporpamme.

IIpumenenme KKIII ocHoBamo Ha comocraBie-
HUM Pe3yJbTaTOB KOHTPOJLHBIX IPOIEAYP C ycTa-
HOBJIEHHBIMHU TIPEJeJIaMu JeHUCTBUS U TIPEIyIIPe-
nenwus. s narepnperanuu KKII 6oxbinoe sHage-
HUe UMeeT TaK:Ke MCII0Ib30BaHMe IMpaBui Becrrap-
Ja — OIHOTO M3 CaMbIX B(PPEKTUBHBIX CIOCOO0B
KOHTPOJIA.

Benenue KKIII Mo:%HO yCciIOBHO pasbuTh HA He-
CKOJIBKO 9TAIlOB: IEPBBIH — cbop, 00paboTka maH-
ubix u nocrpoeunrie KKII ¢ npememamu npenyrpesx-
JIleHUA U IeUCTBUA; BTOPOU — BeJleHHUe U UHTepIIpe-
rarua KKII; TpeTuit — KOppeKTHPOBKA WK aKTya-
musarusa KK [14].

Monumopunz npoyecca BJIK u, coomeemcm-
senno, «IIpozpammur BJIK» naboparopus ocyliecr-
BIIAET, KaK IIPABUIIO, B 3aINIAHUPOBAHHBIE TIEPUO/IBI
BpEMEHHM, HAIpPUMep, OAMH pa3 B oA B IIpoIlecce

anammza CMK co cropons! pykosoacrea UJI, a Tak-
sKe B paboueM IOpsaKe, HAIIPUMEDP, B paMKax BHY-
TPEeHHero ayaura, B Cily4dae HpOH3BOI[CTBeHHOfI
HEO00XOIUMOCTH WX IIPH BO3ZHUKHOBEHUM KAKHUX-TO
dope-mMakopHBIX  00CTOATENBCTB. HKOHTPOIBHBIE
kaptel lllyxapTta ¢ ycTaHOBIEHHOH MEPUOMNY-
HOCTBIO OOJ/IZKHBI IIOJIBEPraThbCid aHalIu3dy Ha IIpen-
MeT He0OXOJUMOCTH BBE/IEHU IIOMPABOK, IIEPecMOT-
pa IpefiesioB NpeaynpeskaeHusa U [eHCTBHUs, IOUCKa
CIEIIUATBHBIX MPUYNH BBIOPOCOB, BapHAIUUd U
TPEHIOB.

Ecmn 8 MU mpenycMoTpeHO oIpesneseHHe He-
CKOJIBKHX KOMIIOHEHTOB, TO Ipu mpoBenenuu BJIK
mabopaTopus MOMKET OrPAHHYUTHCST BBIOOPOM OIHO-
ro-IByX KOMIIOHEHTOB HJIM IapaMeTpoB (Tak Ha3bI-
BAeMbIX «HHIUKATOPOB» WU «PEIEePOB») C yUeTOM
HaIW4usg KOPPeNIdalUU IIOJy4YeHHBIX pPe3yJIbTaTOB
KOHTPOJIA TI0 Pas3HBIM XapaKTepHCTHKAM/IIapameT-
paM. T0 MOKeT OBITH KOMIIOHEHT C MAKCHMAIbHBIM
3HAYEHWEM II0KasaTells TOYHOCTH pe3yabTaTa WC-
TIBITAHUH WM Hauboiee TPOOIEMHO OIpeieaeMbli
KOMIIOHEHT B pamiKax maxuoi MU, npuyem mpu mo-
crenyromieir KoppexrupoBke BJIK moxuHO mpemy-
CMOTpPEeTh CMEHY KOHTPOJIUPYEMBIX KOMIIOHEH-
TOB/IIapaMeTPOB.

Ecnmu MU mcnonbsyoT B 1abopaTopun IIpuMep-
HO pa3 B MeCAI[ U pesxe (4TO XapaKTepHO, HapuMep,
1151 1abopaTopui, 3aHUMAIOIUXCH TPOU3BOJICTBEH-
HBIM 9KOJOTHYECKHM KOHTPOJIEM), TO Ierecoobpas-
HO OPUMEHUTh TaKOM HHCTPYMEHT, Kak IepHOIH-
YyecKas IMPOBEPKa IMOJKOHTPOIBHOCTH IIPOIEIYPhI
HCIBITAHUH, TOCKOJIBKY BTOT CIIOCO0 IPUMEHUM [T
OLIeHKM TIATH U Oosiee pe3ynbTaTtoB KoHTpossa. Cie-
JOBATEIbHO, MOKHO OIEHUTh CTAOMIBLHOCTD IIPOIIeC-
ca B paMKax IATH-IIecTH Mecsdies. bomee Toro, nia-
6opaTopus MOKET B OTHENIBHBIX CIy4agX O0OOCHO-
BaTb nepexox ot nocrpoerus KKII x orewnke mop-
KOHTPOJILHOCTH IIPOIeyPhbI UCIILITAHUU, €CJIU B Te-
genue anurenbHoro Bpemenu KKII moareepsxnaer,
YTO MPOIECC UCIIBITAHUN XOPOIIIO HANIAKEH U CTATH-
CTHUYECKH CTabHIeH BO BpeMeHH.

[Ipu omepaTwBHOM KOHTPOJE MTPOMENKYTOYHOMN
(BHYTpHIa60PATOPHOI) IPEIM3UOHHOCTH BBITIOIHA-
IOT TTIEPBUYHOE W MOBTOPHOE KOHTPOJBHBIE M3Mepe-
HHUA I OJHOM U TOH iKe pabodei mpobel. B raue-
cTBe paboueil MOKET PacCMaTPUBATHCSI W KOHTPOIb-
Has mpoba, aHATU3UpyeMas HCIIOTHUTEIeM Kak pa-
6ouas mpoba B cepum wusmepenuii. Ho mpm stom
BH/€ KOHTPOJSA B 3aIHUCIX JIO/KHBI OBITH UYETKO
3a)MKCUPOBAHBI YCIOBUSI BapuabeIbHOCTH, KOTO-
pble MOTYT OBITH BHIOPAHBI U3 BAPHAHTOB: Pa3HBIE
Bpems (T); onepatops! (O); rpaayupoBra/kamnbpos-
ka/moBepra (C); pasHble, HO HIEHTHYHBIE CPEACTBA
usmepenunti (E) (cm. puc. 2).

B ob1iem ciyuae mpu mIaHUPOBAHUK W BBITIOJ-
HEHUU KOHTPOJIA IIPOMEKYTOYHOU IPEeITU3N0HHOCTHU
B KauecTBe CPECTBA KOHTPOIA MOKET OBITH B3ITa
CIIeIIMAIbHO BhIOpaHHas pabodas mpoba (w3 gwmcia
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Puc. 3. Ponb 1 MecTo cTraTHCTHIECKUX MEeTOIOB YIIpaBJIE€HU IIpoIecCaMi B ITUKJIe COBEPIIeHCTBOBAHUS ]J_[yxapTa - I[eMI/IHI‘a

WCIIBITAHHBIX PaHee) IPH YCIOBHUH, YTO €e METPOJIO-
rHYeCKre XapaKTepPUCTUKN CTa6UIbHBI BO BPEMEHH.
IIpu sTOM CpenCcTBO KOHTPOJIA MOXKET OBITH HCIIBITA-
HO C IpUMeHeHueM OfmHOH u Tou ke MU, HO B pas-
HOe BpeMs W pasHbIMU omeparopavu. ParTopbl
BapuabebHOCTH BHIOUPAET COTPYIHUK, OTBETCTBEH-
weiit 3a BJIK, ucxons us mpakTuku paboThl U BO3-
MOXKHOCTEH Jjiaboparopum, U perucrpupyer B IIpo-
rpamme BJIK u :xypHamax perucrpaiiuu pesyJibTa-
TOB KOHTPOJIA.

Ecmu B8 MU He ykazan HOpMATHUB IIPOMEKYTOU-
HOM TpenusuoHHOCTH R, TO HA HAYAILHOM DTAIle
KOHTPOJIA OH MOKET OBITH PACCYUTAH C UCIOIb30Ba-
HEEM IIpefena Bocupouspogumoctd (R), yKasaHHOTO
B MU, mo roropo¥i mpoBoamiau ucHbITaHUA: R, =
= 0,84R [7, 8].

IlenecoobpasHo B OTAENBHBIX CIydasX B Kade-
cTBe paboueii (KOHTPOJIBHOM) IMPOOBLI MCIOJB30BATH
arrecroBanuyio cmech uau CO. Tako# mogxon 1mo-
3BOJIIET MUHUMU3HUPOBATH TPY03aTPATHI, OIEHUB B
paMKax OIHOTO 3Tama KOHTPOJIS OJHOBPEMEHHO BCe
COCTABIAIONINE XAPAKTEPUCTUKN TIOTPEITHOCTH pPe-
3yJIbTaTOB KOHTPOJJIBbHBIX I/ICHBITaHI/IfI, BRJIIO4YAd CUC-
TEMATHIECKYI0 IIOTPEIIHOCTD U IPEIU3UOHHOCTb.

Axmyanusayus u cosepuencmeosarue BJIK @
Aabopamopuu — 3aBEPIIAIIINN 3TAll IIporecca —
Gasupyercda Ha pe3yIbTATaX MOHUTOPWHTA U SIBIIA-
eTcsi OCHOBOM 71 HOBOro BHUTKA mpoiecca BJIK mo
nukiry PDCA. 9ToT oaxo/] pacipocTpaHierca U Ha
cocrasisaioniue mnpornecca BJIK, xax sTo mokasano
Ha pHC. 3 [ KOHTPOJSI CTAOMIHHOCTH PE3yIHTATOB
ucnbrranuii. [Iporpammy BJIK Hy::xHO 110 Mepe HE0O6-

XOJMMOCTH aHATU3UPOBATh, KOPPEKTUPOBATh U CO-
BEPIIIEHCTBOBATD C YUETOM HMCXOJHOH HH(OPMAIIHH,
MIOJIyYeHHOH B paMKax MOHHTOPHHTA IIpoIfecca Hc-
IBITAHWUH, BHeApeHus HoBbIXx MU, ucnbiTanuit Ho-
BBIX 00BEKTOB, MOABIEHUSA TPEBOKHBIX IPHU3HAKOB,
MOBBIIIIEHUS KBATU(DUKAIINN COTPYIHUKOB, & TAKKe
ydyera PHCKOB, YacTb ©3 KOTOPBIX IIE€pEYHCIeHa
Hm:ke. Bosamo:xHa u oOpaTHas KapTHHA: HPHU TOJ-
TBEPIKAEHUH TOTO (DAKTA, UTO IIPOIECC BHIMOIHEHUA
rKoukperHoit MU aBngercs cTabUIbHBIM B TeYeHUE
IIUTEIHLHOTO BPEMEHU, WHTEPBAJIbI OIEPATHBHOTO
KOHTPOJISA (M KOHTPOJIA CTAOMIBHOCTH) MOIYT OBITH
obocHoBaHHO yBenwdeHnbl. OIUH U3 BApUAHTOB —
pU MPOBEIEHUN BHYTPUIA60PATOPHOTO KOHTPOJIS
TOYHOCTH MOKHO YKE€CTOYHUTH HOPMATHUBBI KOHTPOIA
¢ mpuMeHeHnuneM Koadpunuenta 0,84 (Hampumep,
K = 0,84A pma ypoua sHauumoctu o = 0,10 u
P = 0,90 coorBercrBenHo [7, 8]).

JTam COBEPIIEHCTBOBAHUA 3aBEPIIAETCS KOp-
pekTupoBKO¥M wmiam aktyamusarued I[Iporpammbr
BJIK c yrBepsIeHveM ee HOBOM BEPCHH BILIOTH
0 TIOSBJIEHUS HEOOXOIMMOCTH CIeIyoIled ee ak-
TyaJIu3aIiui.

Jns oyenku puckos u nNpuHAMUS NPEBEHMUB-
HblX mep 8 npoyecce BJIK Huike mepeducieHbl He-
KOTOpbIe THHHWYHBIE OIIHOKH, Korophle WMJI wacro
nomnyckaoT mpu nposenennu BJIK, mpuuem Ha mosro
KKII, kax mnpaBumo, OPUXOJUATCA HUX OOJbIIas
YacTh.

1. Ilpu Bemmomuenwu MM, B KOTOpBIX peria-
MEHTHPOBAH TOJBKO IIPeJiesl IOBTOPSIEMOCTH, HEKO-
TOpBIe J1abopaTopuu 3a0bIBAIOT, YTO OHU IOJIKHBI
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Puc. 4. Tlpumep HATHYUA TUIIUIHBIX OMIHUOOK IIPU IOCTPOEHUH U BeeHUU KOHTPOILHOHN KapThl [llyxapra

OIIEHUTD JIa60PATOPHBIE XAPAKTEPUCTUKHU IIOrPEIll-
HOCcTH (HEOIpPEeNeIeHHOCTH), M OTPAHUYUBAIOTCS
TOJIBKO KOHTPOJIEM ITOBTOpsieMmocT B pamiax BJIK,
cUMTadg, YTO CHOeJalii BCE BO3MOKHOE A TOJ-
TBEPIKIEHUS TOCTOBEPHOCTH IIOJYyYEHHBIX PesyJib-
TAaTOB HCIBITAHWH. SICHO, UYTO Takoe pellleHHEe He
ABJIgeTCA 000CHOBAHHBIM, TOCKOJBKY «3a KaapoM»
OCTAIOTCA TAKHE BaKHBIE XaPaKTEPUCTUKN Ka4eCTBa
Pes3yIbTATOB MCILITAHUM, KAK TOYHOCTH (IIPABHUJIb-
HOCTB) U IIPOMEKYTOYHAA IPEIU3UOHHOCTb.

2. OmnepaTUBHBIA KOHTPOJIb TOAMEHSETCA pe-
3yJIbTaTaMU KOHTPOJSA CTAOMIBHOCTH IPALyHPOBOY-
HBIX XApPaKTEePUCTHK H/UIN «PEeKaTnOpOBOK» (Ha-
MIpUMeP, I CIIEKTPATbHBIX METOI0B aHAIK3A).

3. Ilpu mnanupoBaHWUM W IIOCIEAYIONIEH KOp-
pexruposke mporiecca BJIK 1aboparopus meyrocHu-
TEJBHO U MOCIeA0BATENLHO caenyeT Tabauie 5 «Pe-
KOMEH/IyeMOe YHCJI0 KOHTPOIbHBIX IIPOIEAYp 3a Me-
cam» w3 PMI' 76 [8], 3a6biBas 0 TOM, 4TO 9TO HE Tpe-
OoBamHuMe, a peKOMEeHAAIUd, KOTOpas He MOKET yUu-
TBIBAThH crerudury paborsr roukpermoit WJI, ee
00BEKTOB HCHbITAHUM U mpuMeHseMbix MU, ombiTa
paboThI ¥, COOTBETCTBEHHO, (PAKTHUUYECKUX JAHHBIX
o uroram BJIK.

4. Tlpumenenwnie npu nocrpoernu KKII Bmecro
PACCYMTAHHBIX I10 COOPAHHBIM MAaCCHBAM JAHHBIX
MPeIeoB MpenyIpexRIeHus U IefCTBUS HOPMATH-
BoB o HJI, pernmamenTupyromnux TpeboBaHud K 00b-
€KTy HCIBITAHWH, OejaeT 0eCCMBICIEHHBIM TaKOU
KOHTPOJIb CTAa0MJIBHOCTH IIPOIlecCA H3MEPEeHUd u
nogmensier KKII kapramu xoma mpomecca. B ot-

IEeThHBIX ClIydasx (BMECTO pACUYETHBIX IMIPeaesioB
npenynpe:xgenns u geticreus Ha KKII) ma6oparo-
pun ucnoab3yT npunucanuabie mo MU xapakrepu-
CTHUKH TIOTPEIITHOCTH/HEOMPEIeIEHHOCTA WIN IaKe
XapPaKTePUCTHKHU  IIOTPEITHOCTH  AaTTEeCTOBAHHBIX
sHaYeHul ucrnoirbayembrx CO.

5. HempaBuibHO BBIOpaHHBIN MacmiTad mpH Io-
crpoeruu KRII: KKIII o BepTukanu 1omKHa 3aHH-
MaTh IPUMEPHO MOJI0BHHY jucta ¢popmara Ad. Bos-
MOKHBI apu@MeTHYecKHe OIMUOKM IIPU pacyerax,
rkorpa va KRIII mamecens! cpennue TUHUN U TPAHU-
b IPEAYIIPEKIECHUI U JeUCTBHUA, IOT0KEHHNEe KOTO-
pbix (maske BU3yalbHO) HE OTBEYAET UX PEATbHBIM
3HAYEHUAM, IIOCKOIBKY OHH HAXOMATCI JAIEKO 3a
rpauaunamu KKIII. Ha puc. 4 nokasan nmpumep Beme-
uusa peanbHoit KKII 8 WJI, mosBoadaronmii mpou-
JOCTPUPOBATH HATWYHE GOJBIIMHCTBA U3 MIEPEYUHC-
JIEHHBIX BbIIIE OIIHOOK.

6. Eme oguu BapuaHT OmKMOKH, KOTOPas BCTPE-
YaeTcs B OT/ENBHBIX J1a00paTOPUIX — 3TO BeJeHUe
KKII npumenuTensuo ¥ ornenbroit MU u ee moka-
3aTefM TOJBKO B TeueHue rofa. B ciemymoiiem roay
COTPYAHHUKH J1a00paTOPWH 3aHOBO HAYUHAIOT COOP
nmauubix u nocrpoenue KKIII, uro mporuBopeuur re-
aam BJIK u 3apaBomy cMbIicTy.

7. llompiTEH TOCTpoeHUA U BemeHus X- u
R-gapr llyxapra gna MU, B pamMKax KOTOPBIX IIO-
Jy4aloT JUCKPeTHbIe 3HAUYEHHS OIIpefegeMOoro IIo-
Kaszarens (mampumep, 6ajn 3epHa, TeMIepaTypy
BCIIBIIIKKA B OTKPBITOM/3aKphITOM THTIE). Hamowm-
HuM, 9T0o X- u R-rapte! lllyxapra ncnonabsyor ams
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HENIPEPHIBHBIX CIyYaHHBIX BEIWYHH, KOT/IA IPUMe-
HUM HOPMAaJIBHBIA 3aKOH paclpeieeHns, B TO Bpe-
MA KaK K JUCKPETHbIM CJIy‘-IafIHbIM BeJIMYHUHaM IIpu-
MEeHHMMBI fpyrue yHKIHU pacupenenenns. [[aa Ta-
kux MU u ux moxrasaresneii mocrpoerue KKII wme
MIPUHOCHUT IT0JIB3hI JTA00PATOPHHU, a TOIBKO OTBIIEKA-
et pecypcol. B arom ciyaae KRIII Beirmaasar kak ro-
PpU30HTANIBHbIE JUHWH W/UAN JIHHHBbIE TOPHU30H-
TalnbHbIE CTYNEeHbKH. J[HMCKpeTHON HAa3bIBAIOT CIy-
YaWHYI0 BEJINYWHY, KOTOpasd IIPUHUMAET OTIeNTb-
Hble, U30JIMPOBAHHBIE BO3MOJKHbBIE 3HAUYEHUA C OII-
peneneHHbIMU BEPOSITHOCTAMHU. UMCIO BO3MOKHBIX
3HAYEHUN [AUCKPETHOM CIy4allHOW BEJIMYUHBI MO-
JKeT OBITh KOHEYHBIM KU OECKOHEYHBIM.

BriBoabl

1. TloaBnenre HOBBIX PeAaAKIUA CTaHAApP-
TOB-Tpe6oBanuil [1,2] K [IeATeNbHOCTH HCIBITA-
TEJIBbHBIX J1a60paToOpuil 006A3bIBAET X B JAaIbHEH-
1eM IeMOHCTPHPOBATEH IMPUMEHEHHE IIPOIeCCHOTO
IIOJIX0/1a, OIIEHKH U YIIPABIEHUT PUCKAMHU.

2. Ilpomecc BJIK, kax u 060t mpyroi mpoiece,
1es1ecoo0pasHo paccMaTPUBATh U TOKYMEHTHPOBATD
¢ ucnoiab3oBanumeMm mukinaa PDCA, 4To mo3sBosier
OLICHUTH W IPOAHAIM3HUPOBATH BCE HTAIBI €r0 pea-
JIx3allui OT INIAHUPOBAHUA OO0 MOHUTOPHUHIa MU CO-
BEpIIIEHCTBOBAHUA.

3. IIpomecec BJIK momxkeH yuuThIBATH HUIEHTHU-
duIMpoBaHHBIE PUCKK W OXBAThIBATH BCIO HOMEHK-
JaTypy BBIMONHIEMbIX B jJaboparopuu MU u Bcex
HUCIIOJTHUTEIEH.

4. OnepaTUBHBIH KOHTPOJb CIEIyeT ILIaHUPO-
BaTh, B IIEPBYIO OYeEpesb, C YIETOM HEOOXOIUMOCTH
MTOJIyYEHUs HA DTOM JTalle MACCUBOB JAHHBIX, HEOO-
XOAUMBIX M1 IPOBEEHHUs KOHTPOJISA CTA0UIBHOCTH
pe3yabTaTOB HCIBITAHHH, pacdera Ia60paTOPHBIX
XapaKTePHUCTUK IIOTPEIITHOCTH.

5. Kpome omeparuBHOro KOHTPOJIA, J1aboparTo-
puH He0OXOAMMO ITOCTOAHHO YOEKIATHCA B CTAOUIIb-
HOCTH IIPOI[ECCOB U3MEPEHHUH BO BPEMEHH, OTCIIEKH-
BaThb UX TEHIEHIIMH U TPEHIbl. BHIOOP BHUIOB KOH-
TPOJIA CTAGUIBHOCTH PE3yJbTATOB HCIBITAHWH BO
BpeMeHH OCTaeTcs 3a JabopaTopHel IPH YCIOBUHU
WX MaKCUMAalIbHOH 3()(EeKTUBHOCTH AJA BBIIOTHE-
HUS TIOCTABJIEHHBIX 1IeJIe 1 MUHUMHU3AI[UHA PHUCKOB.

6. Tam, rme 5TO BO3MOKHO, HPHU IMIPOBEIECHUU
BJIK nenecoobpasuo nmpumensts KKII kax emwn-
CTBEHHBIM WHCTPYMEHT, II03BOJIAIOIUN IIOIYIUTH
«TOJIOC TIpOIfecca» B PEKUME PeajbHOr0 BPEMEHH,
HAWTH NPUYUHBI BBIOPOCOB, YCTPAHUTH WX W IIe-
peBecTH IIpoIlecC U3MEPEHWH B YIIPaBIAEeMOe CO-
CTOSTHHE.

7. Ilpemnosxken croco6 rranupoBauus BJIK B
uzie «IIporpammer BJIK», BEaouaommen npaxkrude-
CKH BCIO TpeOyeMyIo [JIf peaid3alliy Ipoliecca WH-
dopmariuro.
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