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HccmenoBanbl aHAIMTHYECKHE BO3MOKHOCTH METOA IYTOBOTO ATOMHO-dMHCCHOHHOTO aHAIU3a
IUIS. KOHTPOJIS IPHUMECHOIO COCTABA KAOIUHOBBIX IMIMH — KCXOJHOIO ChIPHSA MJIA ITOy4eHHS
METAJULyPrIdYecKoro rimHosema. JlJii mpeaBapuTeabHOM OIEHKH COCTaBa 00PasIiioB IPOBENIN UX
IOy KOJIMYECTBEHHBIA PEHTTEHO(IIyOPECIIeHTHBIA aHaau3. BhIOpanbl CBOOOIHBIE OT HAIOMKE-
HU aHAJIUTUYECKUE JIUHUY, OIIPeIe/IeHbI YCAOBUSA IIPOBEIECHNA AHAIN3A U [IaPAMETPhI CIIEKTPO-
MeTpa: CHJIa TOKA, SKCIO3UIIV, MEKITIEKTPOJHOE PACCTOAHIE, TUII ¥ Pa3Mep 3JIEKTPO0B, Macca
HaBECKH. ¥ CTAHOBJIEHBI IPeIebl O0HAPYKEHUSA U HIGKHUE TPAHUIIBI OIIPeIe/IseMbIX COIepsKa-
Hmit cnemyonux snementos: Ca, Cr, Cu, Ga, Mg, Mn, Mo, Nb, Ni, Pb, Sc, Ti, V| Y, Zn, Zr, La.
SHaueHVs HUKHEH TPAHUIIBI OIIPEIeNeMbIX cofepskanuil cocrapmwm n - 10-5 —n - 106 % macc.
ITpoBemen cpaBHUTENBHBIN aHAIN3 P00 KAOJIWMHOBBIX TJIMH, TPEIBAPUTEILHO IIPOAHAIU3UPO-
BaHHBIX JPYTUM METOIOM B pAMKaX MEKMETOIHBIX CPABHUTEIBHBIX UCIbITAHMH. [[oKkazaHo, 4To
3HAYMMBIX PACXOKICHUN MEKY Pe3yIbTaTaMu, IOIyYeHHBIMH JBYMS METOIAMH, HET.

KiaioueBble C/IOBa: KAOIWHOBBIE IVIMHBI, JyTOBOM ATOMHO-3MUCCHOHHBIN aHAIN3; AHAIUTH-
YecKue JINHUY; [IpeJieibl 00HAPYKEeHUs; HIKHIE TPAHUIIBI OIIPeIeIsieMbIX COIePIKaHmi.
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The analytical capabilities of the arc atomic emission analysis for determination the impurities in kaolin
clays, the feedstock for producing metallurgical alumina, were studied. The analytical lines of the ele-
ments that are most free of interferences are selected. The conditions of the analysis and parameters of
the spectrometer are determined: current strength, exposure, interelectrode distance, types and parame-
ters of electrodes, weight of the sample. The detection limits and limits of determination of the following
elements are specified: Ca, Cr, Cu, Ga, Mg, Mn, Mo, Nb, Ni, Pb, Sc, Ti, V, Y, Zn, Zr, La. The limits of deter-
mination are n X 105 —-n X 108 wt.%. A comparative analysis of the samples of kaolin clays previously
analyzed by another method in the framework of inter-method comparative tests is carried out. It is
shown that there are no significant discrepancies between the results obtained by both two methods.

Keywords: kaolin clays; arc atomic emission analysis; analytical lines; detection limits; limits of determi-
nation.
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BBenenune

B Hacrosiee BpeMs aKTyaTbHBIMU AJIS OTEUECT-
BEHHOH METAJIYPTHH SBJISIOTCS IIOWCK U pas3paboT-
Ka HOBBIX MECTOPOIKIEHUH I[BETHBIX METAJJIOB, KO-
TOpBIE UMEIOT OTPOMHOE 3HAUEeHUe JIJI1 PA3BUTHA CO-
BpeMeHHOH mpowmbinrmenHoctu. (O4yeBHIHO, YTO
Iaske camble 0oraThble MECTOPOKICHHSI UMEIT CBOU
CPOKH 3KCIIyaTallii U BHIPAOOTKH, B CBA3HU C UEM
BO3HUKAET MOTPEeOHOCTHh B IIPEIBAPUTENHLHON aHa-
JUTUYECKOH OIleHKe HepaspabOTAHHBIX MECTOPOIK-
IeHHUH KaK UCTOYHUKOB MUHEPAIbHOIO ChIPHA.

Ha cerogusamuuii meab B Poccutickoit ®epepa-
MU MECTOPOIKAEHNUA O0KCUTOB — OCHOBHOTO ChIPhS
TSI TIOJIyYeHUS aTIOMUHUA, KOTOPBIH KpalHe BayKeH
I7IT 9KOHOMUKY CTPAHBI, IPAKTHIeCKu cebs ncuep-
T1aJT¥, ¥ TPOU3BOUTENN BbIHYKIEHBI IIOKYIaTh O0K-
cuThI 3a pybesxoM. B cBA3u ¢ 9TUM Bo3pacTraer 3Ha-
YeHWe JIPYTUX BUOB ChIPhA, TAKUX KAK KAOJTHHOBBIE
rmuabl. B CubupckoM perroHe HaXOAHWTCS KPYITHOE
MEeCTOPOIKIeHNEe KAOJIHHOBBIX TJINH, PACIIOIOKEHHOE
B HEIOCPEJCTBEHHON OJIM30CTH OT TJIMHO3EMHOTO
MPEeIIPUATHS.

BosmoskHOCTH yiydIlleHus KadecTBa MeETAJIIO-
OPOAYKINY, d(pPeKTuBHOCTH pabOThI METAIIYPTH-
YECKHUX MPEIIPUATHH B 4aCTH 00€CIIeYeHUA IOTHOTO
Y KOMILIEKCHOTO HCIIOJIb30BAHUA ChIPbA B 3HAYH-
TEJIBbHOH Mepe OIPEeeNITC YPOBHEM aHATUTHYE-
CKOT0 KOHTPOJISI Ha BCEX Tallax MPOH3BOJICTBA.

B macrosiiiee BpemMsa mpoxXoguT ampodaIius Kuc-
JIOTHOM TEXHOJIOTHH ITOJIyYeHUd TJIMHO3eMa U3 Kao-
JIMHOBBIX TJINH, BEJIIOYAOIIEH [Ba OCHOBHBIX STAra:
MpeIBAPUTENbHYI0 00PAa00TKY ChIPbSA COJSHOM KHC-
JIOTOM I OT[AEJNIeHUA OKCHAA KPEeMHUS U TOCIEedy-
OIl[ee BBII[EIAYNBAHNE B LENIAX MMOJIYIEHUs MeTal-
Jyprudeckoro riauHoszema. (s Toro, 9yToObI mOIy-
YaeMbIi IPOAYKT Y/OBIETBOPAI HOPMATUBHBIM TpPe-
00BaHUAM, BaKHO KOHTPOJIHPOBATH XUMHUIECKHUU
COCTaB HA MPOTAKEHUH BCETO TEXHOJIOTHMYECKOTO
mpoliecca MOMyYeHUs OT UCXOJHOTO CHIPhS J0 TOTO-
BOU IIPOIYKIINH.

Insg amamnsa KaOJWHOBBIX TIJIMH MTPHUMEHSIOT
pasIudHbIE METOABI: ATOMHO-3MHCCUOHHBIH, OTO-
METPHUYECKUH, PpPEeHTTeHO(IyOPECIeHTHbIH, Macc-
crekTpanbublil 1 ap. [1 - 10]. Ogaum u3 Haunbosaee
VHHUBEPCATbHBIX ¥ WH()OPMATHBHBIX METOOB, IIPH-
TOAHBIX [ aHAJIM3a TEOJOTHYECKUX OOBEKTOB,
B TOM YHCJIe KAOJWHOBBIX IJIMH, ABIAETCA ATOMHO-
SMHUCCHOHHAA CIEKTPOMETPHS C AYyTOBBIM KCTOY-
HUKOM BO30y:xmenus coekrpa (JJAIC) [11 - 15]:
MEeTOJi MMEEeT BBICOKHE ITOKAa3aTeayd UyBCTBUTEIb-
moctu (n - 104 —-n - 106 % macc.) u mmpoxkuii gua-
[a30H OmpefenseMblx KoHIeHTpanmi (n - 1075 -
n - 107! %). JAISC mosBossier BO30YKIATH CIIEKTPHI
MaTepUaIoB C PA3IUIHBIMU (DU3UKO-XUMHUIECKUMU
CBOMCTBAMH ¥ OIHOBPEMEHHO ompenenadarb a0 70
anemenToB llepuommueckoit cucrembr. Kpome Toro,
OTCYTCTBYyeT HEOOXOAMMOCTh TPYIOEMKOIH IIPOIery-

pbI epeBenenus mpobsl B pacteop. [locmenmee oco-
0EHHO AaKTyaJbHO, IIOCKOJBKY IIOATOTOBKA IIPOO
[VIMH [JIS aHAJIu3a OCTAeTCA OOJIBIION ITPOOIEeMOM:
9TO, HOKAILYH, OMWH U3 CAMBIX CIIOKHBIX U TPYI0EM-
KHX 5TaIoB paboThbl, KOTOPBIA HEIIPUMEHHM B YCIIO-
BHSIX MaCCOBOTO IIPOM3BOJICTBA.

Haunaa pabora mocBsiieHa pa3paboTKe MeTo-
UKW JyTOBOTO aTOMHO-9MHCCHOHHOTO AHATN3a Kao-
JIMHOBBIX TJIMH — HCXOIHOIO ChIPbHS JJIS [OIyYeHHUs
MEeTaJIIypPrHIeCcKOro TJIMHO3eMa.

JKCIIEPUMEHTAIBLHAA 9aCTh

Jna mpoBefeHud MCCIEOBAHUN KCIIOIb30BAIN
KaoJauHOBbIe TIHEI CHOUPCKOTO PErHoHa, 3aIera-
[[Fe B HENOCPeNCTBEHHOH 6am3ocTu ot Tpanccu-
Oupckoi marucrpanu. s mpeaBapuUTENbHON Xa-
paKTepU3aNuY MMOJIYIeHHBIX 00pasIioB KAOJUHOBBIX
e ObLI TPOBENEH PEHTTEHOMIIYOPEeCIeHTHbIH
anamus (PPA). O6pasiibl ClipeccoBBIBAINA HA TOJ-
JOXKKYy U3 OOPHOH KHCIOTHI, KOTOPYIO IIpefBapH-
TEJIBLHO CIeTKa yTpaM0OOBBIBAIN, 3aTeM oOpaser] mo-
MeIalX B METAIMIYECKUH JepKaTeNb C IIACTUKO-
BBIM I[IEHTPUPYIOIIUM KOJIbIIOM. AHamus mpob mpo-
BOAWIM B BakyyMme. []0/IyKOJIMUECTBEHHBIN aHANIN3
OCYIIIECTBIIAIN TI0 TIporpaMMe, paspabOTAHHOU s
IIO Uniquant. [ln1s pacuera HCIIOIB30BAIKA CTAH-
naprabii Kanma-imucr «Any Sample», pacaer mpo-
BOJIMJIM B TIPE/IIIOIOKEHHUN OKCHIHON MATPHUIIHI.

Pesynwrarsr monykoamuecteernuoro POA obpas-
IIa KaOJIMHOBOU TVIMHBI IIPUBEJIEHbI HUMKE:

Komnornenm Codepacarnue, % macc.
SiOg. v v v o 55,81
ALOg . . . o oo 40,21
Fe,Og. . . . . oo oo oo oo 1,43
MgO . ... .. . 0,857
TiOg. o v v oo 0,582
CaO. . ... .. e 0,542
KO. ..o 0,238
NaO . . . oo 0,022
ZrOg. . o v o 0,064
CryOg. o v v o 0,013
MnO .. ... ... .. . 0,006
PbO. .. .. . 0,007
GagOg. . v v v 0,006
SrO . . . . 0,006
nO. . . .. e 0,004
MoOg . . . . oo oo 0,006
LasOg. . o oo oo 0,006
VoO5 o o 0,011
Y05 . oo 0,002
CuO. . . ... 0,006
NiO. .. ... 0,003
SeoOs o v o e 0,002

OO6pasibl KAOMWHOBOW TIAWHBI K aHAIHU3Y TO-
TOBHJIM IIOCPEICTBOM O0:KHUra B My(DEeIbHOH JIIEK-
tporreunn Nabertherm L 5/13/P 320 (I'epmanus)
B KOPYHIOBBIX THIIAX. Temmeparypa oOGkura co-



«3aBoackasda maboparopusa. [[marnocruka marepuaiaos». 2020. Tom 86. Ne 4 7

crasisia 700 — 800 °C, ero mpomoKUTEIBHOCTh —
120 muH, Mmacca HaBecku m = 15T.

s ompeneneHuss SJIEMEHTOB HCIIOIb30BAIN
CIIEKTPOMETP BBICOKOTO pasperienus «I'panm», 060-
PYIOBAaHHBIA MHOTOKAHAJIBLHBIM  AHAJIM3ATOPOM
sMuccuOHHBIX crekTpoB (MASC): paboumii crek-
TpanbHBIN guanazoH — 190 — 470 HM; criekTpas-
HOe paspelleHre MIPH IIHPUHE BXOTHOU IIEIN
15 mgm — 0,012 mM.

OG6cy:xneHue pes3yabrTAaTOB

Ha nepBoM »srame BhIOHMpATH aHATIUTHYECKHE
JIMHUU C yI€TOM TOJYyIYeHHBIX Pe3yJbTATOB II0JIYKO-
sudecTBeHHOTO POA,

B Tabn. 1 mpexpcrasiensl HambojIee UyBCTBH-
TelbHbIE JTUHUU JJIs1 OONBIIUHCTBA OIPEeeIaeMbIX
npuMecei.

Kax Bumno u3 Tabi. 1, B O0JIBIIMHCTBE CIyd4aes
MIPOBEJIeHUE aHaTu3a BO3MOKHO OJHOBPEMEHHO IIO
HECKOJbKUM JIMHUSAM, YTO II03BOJISET OIEPATHBHO
KOHTPOJIHUPOBATH €70 TOYHOCTb.

Buwibop ycnosuil ananusa 06pasy08 KaoAUHOBbLX
2/1UH BRIIOYAJ CJIEAYIOIHE 3TAIbl: BHIOOP BIEKTPO-
JIOB; BBIGOP MEIKIIEKTPOIHOTO MPOMEKYTKA; OIpe-
JleJIeHHe MacChl HAaBECKU; YCTAHOBJIEHHE BpEeMeHU
SKCIIO3UIINH; BHIOOP CHJIBI TOKA.

B pesynbraTe mociemoBaTeNbHBIX WCIIBITAHUN
SJIEKTPOIOB PA3IUIHON KOH(MUTYPAIAU [JI aHAIH-
3a KaOJMHOBOU TVIMHBI ObLIN BHIOPAHBI 3JIEKTPOJIbI
THIIA «KpaTep» C BHYTPEHHUM AUAMETPOM 4 MM U
IyOuHOM Kparepa 4 MM.

B kauecTBe BepxHETo HIEKTPO/Ia BHIOPATH SIIEK-
Tpox B hopMe yceueHHOro KoHyca. B arom ciyuae
paspsaa paBHOMEPHO PacIpeeaseTcsa Mo Beed pabo-
Yel OBEPXHOCTH 3JIEKTPO/IA B IIPOIIECCE TOPEHMUH.

OmnpenendoniuM KpUTEpUEM IPH BhIOOpE MaCChI
HABECKH OBLIO JOCTHIKEHNE MAKCHMATIBLHOTO COOTHO-
IIEHWUS IIOJIe3HOTO CHTHAlIa K LIyMmy. BnibpaHHbIe
Macchl HABECOK COCTaBIISAIIN:

20 mr (coOoTHOIIIEHHE TI0 Macce OCHOBA:TPapUTO-
BoIi moporrok (I'TI) = 1:1);

25 mr (ocmoBa:I'll = 3:2);

25 mr (ocmoBa:I'TI = 4:1);

30 mr (ocumoBa:I'IT = 2:1).

IIpu onenke pasHBIX BAPUAHTOB COOTHOIIIEHU
OCHOBBI ¥ IPpa()UTOBOTO MOPOIIIKA B CMECH BhIOpAIU
cooruorienne 2:1, T.e. 20 Mr ocuoBbl u 10 mr I'Tl,
obecrieunBIlIee MAKCUMAIHHOE OTHOIIIEHHE TT0JIe3HO-
ro CUTHAJA K IIyMy ¥ Haubojiee cTabUIbHOE ITOCTYII-
JeHue MPoOkI B [yTOBOMH pasps.

B mensx omruMwusaruu yciIoBHE BO30YKIEHUA
OIpefieNiaeMbIX 3JIEMEHTOB WM3YYWJIH BIUAHUE DPas-
muunbix Hocurened (NaCl, NaF, S u Ga,0O3), xoto-
poe HIIICTPUPYIOT KPWBbIE HCHAPEHUA METH u
ceunia Ha puc. 1. Kak Bugmno us puc. 1, mpucyrcr-
BHE HOCHUTEJEH IPUBOJUT K YBEIHYEHUI0 BpPeMeHU
npeObIBaHUA IpUMeced B 30He paspana.

3aperucTpupoBaHHbIe KPUBBIE JJIS APYTHX OI-
penenseMbIX 3JI€MEHTOB IIOKA3a/Id, YTO UX HCIape-
HHe MPOUCXOIUT AHAIOTHYHO HCIIAPEHUI0 CBUHIIA.
IIpu srom HaAbmIOmAaEeTCs yBelWYeHHEe MWHTEHCHBHO-
CTH aHAJIMTUYECKUX JUHUH (puc. 2).

Takum 06pasoM, MPOBEIEHHBIE YKCIEPUMEHTHI
IOKA3aJI1, YTO IPEAIOYTUTEIbHBIM HOCUTEIEM IPHU
ompeeIeHUH OOJIBIIIHHCTBA IIPUMECHBIX DJI€MEHTOB
B KaosuHOBOU rimHe MeromoMm JIADC sasisercs
NaCl.

Il BEIOOpA BpEMEHH DKCIIO3UIINU 3aPEeruCTPHU-
poBanu KpUBbIe HUCIIAPEHUA IPUMECHBIX DJI€MEHTOB
(puc. 3). Bugno, 9To mMoOIHOE BBIrOpaHWE IIPHUMECceH
mpoucxoaut 3a 100 c.

Ilnsa uccnenoBanusa BIUAHUSI TOKA AyTH HA WH-
TEeHCHUBHOCTh JIMHUHM IIPUMECHBIX KOMIIOHEHTOB 006-
pasilbl KAOJWHOBBIX TJIMH HCIAPAINA B CIAETYIOIIHX
pesxnMax:

rmocTosTHHBIN TOK 10, 12, 15 A;

mepeMeHHBIH TOK ¢ uactorou 50 I'm: 10, 12,
15 A;

nepeMeHHbIH TOK ¢ uyactoroi 100 I'm: 10, 12,
15 A.

HMHTeHCHBHOCTh AHAIUTHUYECKUX JIMHUH [TOCTHU-
raja MaKCHMAaJIbHOTO 3HAYEHUS IIPHU CHUJIe TOKa
15 A, 4T0 00yC/IOBJIEHO HOBBIIIEHHEM CKOPOCTH HC-
IMapeHus JJIEMEHTOB W HW3MEeHEeHHEM TeMIlepaTyphl
ILIa3MBbI [yTH C YBEJIUNYEHHUEM CHJIbI TOKA.

Ta6auuma 1. BeiOpanabie [AIUHBI BOMH AHAIWTHYECKHX
JIUHUH

Table 1. Selected wavelengths of the analytical lines

Onpenemnaemrid JlnuHa BOHBI, HM
JIIEMEHT
Ca 299,73; 317,93
Cr 267,72; 286,51; 301,49
Cu 282,44; 296,12; 324,75; 327,39
Fe 259,84, 259,93; 296,69; 302,06
Ga 294,36; 294,42
La 324,51, 333,75
Mg 277,67, 277,98
Mn 260,57; 279,83; 280,11; 293,31
Mo 317,03; 319,39
Nb 316,34; 319,49
Ni 300,25; 305,08
Pb 261,42; 283,31, 287,33
Sc 255,24, 327,36; 336,89
Ti 284,19; 295,61; 308,80; 324,19
\Y 318,34; 318,39
Y 324,23; 332,79
Zn 231,56, 328,23; 330,26; 330,29
Zr 283,72; 327,31; 339,19; 343,05
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B pesyinbprare mnpoBeneHHBIX SKCIIEPUMEHTOB Macca maBecKu, MI' . . . . . . .. ... ... 30
BBIOpAJIM CJIEYIOIINe YCIOBUA AHAIN3a KAOJIHHO- Huxuauit smekTpox. . . AHox (9/IEKTPOJ THIIA «KpaTep»
BBIX IJINH: ¢ BHYTPEHHHUM JUAMETPOM 4 MM

u riIyOuHOM Kparepa 4 MM)

Pesxum . . . .. ... ... Jlyra mocToaHHOTO TOKa Bepxunii snexrpox. . . . . . Katox (3arouen Ha KoHyC)

CumarTora, A. . . . . . . . .. ... 15 OKCIIOBUIIHS, C « « v v v v v v e e e e e e e e e e o 100

Des Hocurena Cu 324.7532

7({ . NaCl ' Cu 324.7532
CNaE i Cu3247532
S | Cu 3247532
Ga203 2047532
60 ' 3 :
40
30 ¢
2 |
lu.l
o =
a
I . Bea mocurens D 2614175
7 Nacl - Pb261.4175
NaF | Pb2614175
S . Pb2614175
6. | Gazos o pp261.4175.
S
4
3
2
1
0
511 516.5 522 527.5 533 533.5 244 549.5 555 560.5 66 571.5 57? 532.5 Ess 593.5 6

Puc. 1. Kpussie ucnaperus Cu (a) u Pb (6) B npucyTcTBUE pa3mndHbIX HOCHTENEH

Fig. 1. Evaporation curves of Cu (a) and Pb (b) in the presence of different carriers
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MeskanekTpoaHbIi IPOMEKYTOK, MM . . . . . . . . . . 2
Boruucienvie ”HTEHCHBHOCTH
JUHUAHA. . . o o v v e e e e e e Hurerpuposanue

B MHTepBase 3 THOMIOB

¢ BBIMUTAHUEM WHTEHCHUBHOCTH (hOHA

Ilouck rpasun muHuIA . . . . . . . . . AsromaTuueckui
(o MUHUMYMY

WHTEHCUBHOCTHU (POHA)

3uavyenue POHA . . . . . . . . ... .. Munumansaoe
IIpenensr oOHApY:KeHUs, PACCUUTAHHBIE 110 3S-
kpuTepuio mnsa 10 mapaiienbHbIX U3MEPEeHUH CHT-
HaJjia X0JI0CTOH MMPoOsI (rpad)UTOBBI IOPOIIOK Map-
ku OCU 8 - 4), a Takike HHKHKE TPAHUIIBI OIIpeIe-

JIAeMbBIX COfIEPIKAHUH IpeficTaBiIeHbl B Taba. 2. Pac-

SN

P o "N

e
QM
7 ——

A
n

[

——Cu327.33

=i—Mn 270.82

—a—Ti254.19

=]

—_—V 3183y
——In3283
——Y 33278
—+=—C329973

HBHOCTL JHHAM, OTH, CJ.
L ol
wn

Vurens
=
" o

13

N=Cl NaF 5 Gay03

Bez wocuTans

Puc. 2. luTeHcHBHOCTh aHAIUTHYECKUX JIWHHUHN 3IIEMEeH-
TOB-TIPUMECeH B KAOJHWHOBOH IJIMHE B IPUCYTCTBUU PA3JIHNI-
HBIX HOCUTEJIEH

Fig. 2. The intensity of the analytical lines of the impurity
elements in kaolin clay in the presence of different carriers

14

- 48

YeT HIDKHHUX TPAHUIl OIpefeiseMbIX COREepP:KaHHIH
IIPOBOIMIIH 110 3S-KpuTepuio A 10 mapaieabHbIX
W3MEpPEeHUN CUTHAJNA CMECH OKCHUAOB ATIOMUHHUA U
KPEeMHUS ¢ TPAQUTOBBIM ITOPOIIIKOM.

B coorBercTBHE ¢ paspaboTaHHON METOTHUKOMH
MPOaHATU3UPOBATIN TPOOBI KAOIHUHOBON TJUHBI C
W3BECTHBIM COJIEP:KAHUEM KOMIIOHEHTOB.

Jna mocTpoeHUs TPafyHPOBOYHBIX TPaUKOB
TOTOBHJIM CEPUI0 00Pa3I[0B CpaBHEHHUS Ha rpaduTo-
BOM TIOPOIIKE, KOTOPbIE 0 MATPUIHOMY COCTaBY
6IM3KM K COCTABY KAOJIMHOBBIX INIHH: 56 % Macc. OK-
cuna kpemuusa u 39 % macc. okcuga amomuaus. Co-
Iep:KaHue OoIpelessieMbIX 3JIEMEHTOB B obOpasiax
cpaBuenus cocrapaano ot 0,001 mgo 0,30 % macc.

Pesynbrarsr ananusa npejcraBieHs! B Tabi. 3.

Kak BumHO 13 Tabi. 3, moyd4eHHbIe Pe3yIbTaThI
XOPOIIIO COTJIACYIOTCH MEKIY COOOM.

3axaroueHue

B mauno#i pabore mokasaHa BO3MOKHOCTH KOH-
TPOJIsI IPUMECHOTO COCTABA KAOJIHMHOBBIX TJIMH METO-
JIOM JIyTOBOTO aTOMHO-3MHUCCHOHHOTO aHAJIN3a C BbI-
COKOH YyBCTBHUTEIHHOCTHIO U 0€3 MPHUMEHEHHS J0-
MMOJTHUTEIbHBIX CTAAMN XUMHUYIECKOro ImpeodpasoBa-
Hud npo6 (HIKHUE TPaHUIIBI ONpeNeIseMbIX Comep-
sanui cocrasunu ot 1072 mo 108 % mace.).

OrmpesienieHbI yCIOBUS MPOBEIEHUS aHAMU3A U
rmapaMeTrpsl CIIeKTpoMeTpa: cujia Toka — 15 A, sxkc-
mosuriua — 100 ¢, MeKaIeKTPoaHOe PACCTOIHNE —
2 MM, HUKHUH BJIEKTPOJ — TUIMA «KpaTep» C BHYT-
peHHuUM auamMeTpoM 4 MM H INIyOMHOHM Kparepa

- Ca200.7315
~-:-Gr301.4923
: Cu 327.3954

D 261.4175
Ti284.1842
WV 318.3983

- 54 - 60 - 66 272 - 78 -84 190 196 ¢

Puc. 3. Kpusnie ucnapenus npumMecei B KAOTHHOBON ITIHHE

Fig. 3. Curves of evaporation of the impurities in kaolin clay
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Ta6mauua 2. [Ipenensr oOHAPYKEHUA W 3HAYEHUS HUKHEH
T'PaHMUITHI OTIPeIeNIAeMbIX CO/IePIKaHUN IIPUMeCceH B INIHHE

Table 2. Detection limits and lower limit of the determined
content of impurities in the clay

Ta6mauua 3. Pesynbrarsr ananmusa mpod KAOTHHOBOU IITHHBI
(n =10; P =0,95)

Table 3. The results of analysis of the kaolin clay samples
(n =10; P = 0.95)

IIpenen o6uapy- Huxnasas rpanuma onpesens-

ImenerT sKeHusd, % macc. eMBIX cofepikaHuil, % Macc.
Ca 4,3-10°6 8,7-10°5
Cr 5,2-10°6 4,3-10°5
Cu 3,8-106 4,7-105
Ga 2,4 106 5,510
Mg 3,4-10°6 5,7-10°5
Mn 1,210 4,8 -10°5
Mo 1,8-10% 4,9-10°5
Nb 1,4-10% 46-10°6
Ni 1,510 5,6 - 105
Pb 2,1-106 6,710
Sc 1,3-106 4,810
Ti 3,2-106 46-105
\Y 4,1-10°6 3,7-10°5
Y 1,4-10% 3,6 - 106
Zn 4,7-10°6 5,1-10°5
Zr 1,1-10° 3,3-105
La 1,710 5,4-10°6

4 MM, BEpXHHH DJIEKTPO]] 3aTOYEH HA KOHYC, Macca
naBecku — 30 mr. BeiOpaHHbIe yCIIOBHUSA IT03BOJISIOT
yYBEJIUWYUTb HHTEHCHUBHOCTD CIIEKTPa/JIbHBIX JUHUUA 1
OOOUTHCA MAKCHMAIBHOTO  COOTHOIIGHWS  CHI-
HAJI/IIyM 7151 GOJIBIIMHCTBA OTIPEeIeIIeMbIX dIeMeH-
TOB B HCCIIEIyE€MbIX 00pasIax.

PesyabraThl MeKMETOTHOTO SKCIIEPUMEHTA II0-
KasaJjiyi IIepPCIIeKTUBHOCTDb IIPUMEHEeHUA MEeTOAUK Oy-
rOBOTO ATOMHO-3MMCCUOHHOTO aHAIM3a € UCIIOJIb30-
BaHWEM CIEKTPOMeTpa BBICOKOTO pa3pelleHus
«'pang» 11 KOHTPOJIA IPUMECHOTO COCTABA KAOIH-
HOBBIX TJIMH — HCXOIHOTO CBIPbS IS TIOJyUEeHUS
MEeTaJLIyPTUYEeCKOr0 TIANHO3eMA.

Hccenedosarus 6binoamenbvl ¢ UCNOAb30BAHIUEM
obopydosarus I[KIT HACI] I'upedmema.

dunaHcupoBaHUE

Pabora mo mcciemoBaHui0 METOHOB AUATHOCTH-
KH COCTaBa HOBBIX BHUIOB ATIOMHUHHUHUCOAEPIKAIIETO
CHIPbS BBIMOJHEHA B PAMKAX I'OCYIApPCTBEHHOTO 3a-
naaua MOHX PAH B obmactu yHmaMeHTaIbHBIX
HAYYHBIX UCCIEIOBAHUM.
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Jl1s Macc-CIeKTpOMEeTPHYECKHUX JEeTeKTOPOB OONBIIHHCTBA [Aa30BBIX XPOMATO-MACC-CIIEKTPO-
merpuuecknx KomiuiekcoB (I'X/MC) B 6a30B0# KOMIUIEKTAIIUH IITATHBIM SBIISETCI PEsKUAM Pado-
THI C HOJIOKUTEIHFHBIMA HOHAMHE, 00pa3yeMbIMU JAEMCTBUEM 3JIEKTPOHOB C BBHICOKOU 3a/IaHHOM
sHeprued (kax mpasuio, 70 53B), 3aBemoMO TPEBBIIMIAIOINIEH HHEPTHI0 HOHHU3AIIMH MOJEKYIL.
Bwmecre ¢ Tem MBI [TOKa3a/IM, 9TO KOHCTPYKTHBHO 3aJI0/KEHHAS B HEKOTOPBIX CEPHIHBIX IIPHO0PAX
BO3MOKHOCTD ITOHIKATH SHEPTUI0 MOHUBUPYIOIINX JJIEKTPOHOB B JOMOHUBAIHOHHYIO 00JaCTh
MI03BOJIAET TIOJIy4aTh TAKKe W MacC-CIIeKTPhI orpunarerlsHbix noHoB (OW), uro cymiecrBeHHO
pacuIupser aHAIHTHIECKUI IOTEeHIHAI CTaH apTHOro obopynoBauusa. O6pasosarre OU mporic-
XOIUT B JUANA30He HU3KUX dHepruil 31meKkTpoHoB 0 — 15 5B B mporeccax pesoHaHCHOro 3axBaTa
aeKTpoHOB MoseKyaamu (P39). B orimure ot momosxuTenbHBIX HOHOB, HHTEHCUBHOCTD 06paso-
Bauausa O pesko (pe3oHAHCHBIM 06pa30M) 3aBHCUT OT SHEPTUH HIIEKTPOHOB, IPHYEM Ta 3aBUCH-
MOCTBH XapaKTEePUCTUYHA A KAKIOr0 XUMUIeCKoro coenuHeHud. OT SHEPruu 3JIeKTPOHOB Cy-
[[ECTBEHHO 3aBUCAT KAK OTHOCHUTEJIbHAS WHTEHCHBHOCTD IMKOB, TAK M MOHHBIA COCTAB (hopMu-
pyemoro macc-criekrpa OM. B cBasu ¢ atuMu 0cOGEHHOCTSIME OTPHIIATEIHHOTO HOHO0OPa30Ba-
HUS TIPU XPOMATO-MACC-CIIEKTPOMETPUIECKOM aHAIN3E CIIOKHBIX CMeCcei PasHOPOAHBIX COeJIHe-
HU BO3HUKAET MP0o0sIeMa HaXOKIeHUA OIITUMAIHHON SHEPIHH HOHU3UPYIOIUX 3JIEKTPOHOB I
OJIMHAKOBO 3()(heKTHBHOTO MaCC-CIIEKTPOMETPUIECKOTO OIIPEIe/IEHUs BCeX KOMIIOHEHTOB CMECH.
7151 perienust 910 IPOOIEMBI IIPEIOKEHa METOJUKA TOIYyIeHHA COBOKYITHBIX MAKCHMAIBHO
TIOJTHBIX II0 HOHHOMY COCTaABY M MHTEHCHBHOCTAM Macc-criekTpoB OU P39 myrem MHOTOKpaTHOM
BapHaIiy SHEPIHH NOHU3UPYIOITNX 3JeKTPOHOB B 3a1aHHOM auamasose ot 0 1o 10 5B. Jlma rex-
Hryeckol peanusaruu 910 Metorukyd B SAO CKB «XpomaTrsk» ObLIO CO3MAHO CIEIHAIBHOE
BIIEKTPOHHOE yCTPOICTBO [1], mpolieaiiiee OIBITHYIO 3KCIUIyaTAllAI0 B COCTABE KOMILIEKCA ra30-
BOTO Xpomarorpada ¢ KBaIpyIOJbHBIM MAaCC-CIIEKTPOMETPOM «XpoMaTsk». B crarhe ommcan
IPUHIMI PA60THI YCTPOMCTBA U [IPEJICTABIEHbI Pe3yIbTaThl IIPOBEJIEHHBIX UCIBITAHNUH.

KaroueBsle ciioBa: Macc-ClIeKTPOMETPHS; OTPUIATeIbHbIE HOHBI; PE30HAHCHBIN 3aXBaT JJIEKT-
POHOB; pasBepTKa sHepruu snekrponos; [ X/MC.

A DEVICE FOR CONTROLLING THE ENERGY OF IONIZING ELECTRONS
IN THE LOW-ENERGY RANGE DESIGNED TO FORM A COMPLETE MASS
SPECTRUM OF NEGATIVE IONS USING A QUADRUPOLE MASS SPECTROMETER
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Operation with positive ions formed from the impact of high energy electrons (usually 70 eV, which ex-
ceeds the ionization energy of the molecules) is a standard mode for mass spectrometric detectors of most
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gas chromatography-mass spectrometric complexes (GC/MS) in the basic configuration. At the same time,
we have shown that the option of setting the energy of ionizing electrons (maintained in the design of
some serial devices) within the pre-ionization region also allows one to obtain mass spectra of negative
ions (NI) which, in turn, significantly expands the analytical potential of standard equipment. The forma-
tion of NI occurs in the low-energy range of 0 — 15 eV due to resonant capture of electrons by molecules
(REQ). In contrast to positive ions, the intensity of NI formation sharply (resonantly) depends on the elec-
tron energy and this dependence is characteristic of each chemical compound. Both the relative intensity
of the mass-peaks and, in general, the ionic composition of the formed mass spectrum of NI significantly
depend on the electron energy. The problem of choosing the optimal energy of ionizing electrons providing
the same efficiency of mass-spectrometric determination of all components of complex mixtures of dissimi-
lar compounds is also associated with the features of negative ion formation during chromatography-mass
spectrometric analysis. To address the problem, we propose a technique providing generation of complete
(in NI composition and intensities) mass spectra of NI through repeated variation of the energy of ionizing
electrons in a given range of 0 — 10 eV. Technical implementation of the technique [1] was carried out at
the Design Bureau “Chromatec “(Yoshkar Ola, Russia) in the form of a special electronic device, which
was tested in pilot operation as part of the gas chromatograph complex with a quadrupole mass spectrom-

eter “Chromatec.” We describe the principle of operation of the device and present the results of tests.

Keywords: mass spectrometry; negative ions; resonant electron capture; electron energy; GC-MS.

Beenenune

BonpmuHCTBO COBpEeMEHHBIX CEPUHHBIX Ta30-
xXpoMaTorpayuiecKux  MacC-CIIEKTPOMETPUIECKUX
romimercoB (I'X/MC) mosxeT 6bITH ITepeBeIeH0 B pe-
SKAM paboThl ¢ oTpuiareabubivu vonamu (OW) mpu
OCHAIIEHUH KOMILIEKTOM JOTIOJHHTEIHLHOTO 000py-
MOBAHUSA I XUMUYECKOM WMOHU3AIMH. ABTOpaMu
patee 0bLTO OOHApY:KEHO [2, 3], UTO TOCTATOYHO WH-
TeHCcuBHO reHepupoBaTh OU MoryT u craHmapTHbIE
HMCTOYHUKN HWOHOB, M3HAYAIBHO MpeIHA3HAYEHHbIE
U1 paboThI B KIACCHYECKOM PEKUME TIOJIOKUTEb-
HBIX WOHOB C DJIEKTPOHHON HOHM3AIHEeH. JTOT He-
3a/I0KyMEHTHPOBAHHBIN TPOU3BOMUTENIAMH 000PY-
noBaHUA d3(PQEKT MOKET ObITh UCIIOIB30BAH IJIS pe-
IIEHUSA TeJI0TO PAfa aHAJUTHYECKHUX 3a/1ad, paHee
HeMOCTymHBIX i KomiuiekcoB ['X/MC B 6asoBoii
KoMmIuiekTaruu [4]. Jlna aToro mocratodHo mepe-
KJIFOYUTH MaCC-CIeKTPOMETPHYIECKU TeTEKTOpP B pe-
skuM pabotrel ¢ O ¥ MOHUBUTH DHEPTHI0 HOHU3H-
PYIOIIUX 3IEKTPOHOB B 00IaCTh JOUOHUBAIIMOHHBIX
suepruit <10 - 15 3B.

B oroit sHepreTwyeckoi 06JaCTH TTPOUCXOIAT
MIPOIIeCChI PE30HAHCHOTO 3aXBATAa 9IEKTPOHOB MOJIe-
Kynamu (P39), KoTopble U SBASIOTCA MPUIUHON 006-
pasoauusa OU [5 — 7]. Haubomee scppexrusao OU
00pasyioTcsd TONBKO MPU CTPOTO OIpeeTeHHbIX
9HEPTUIX HIEKTPOHOB, COBIAJAMOIINX C KAKOH-THO0
M3 IUCKPETHBIX 00/IacTei, Tak HA3hIBAEMBIX Pe30-
HAHCOB. JHEPTUS MOCIETHUX O0YyCIOBIEHA BJIeK-
TPOHHOHU CTPYKTYPOH MOJEKyJd ¥ II03TOMY CHUJIBHO
OT/IMYAaeTcs OT COefMHEeHud K coemuHeHwuioo. Bomee
TOTO, [JI Ka/KI0TO M3 Pe30HAHCOB XapaKTePHBI CBOU
KaHaJbl JIUCCOIMATUBHOTO PACIafa, I03TOMY HOH-
HBIA COCTAB M OTHOCHUTEJIbHAS WHTEHCHBHOCTH ITH-
KoB hopmupyemoro macc-crrekrpa OU cyiectBeHHO
3aBUCAT OT SHEPIWH JJIEKTPOHOB. B cBA3M ¢ oTUM
I TIOIyYeHUsS MaKCUMAIBHOTO AHAIUTHIECKOTO
curnana OW Heo6XomMMO MPEABAPUTENHHO HAUTH
ONITHUMATBHYIO /IS KayKJOTO aHaIN3a SHEPTHI0 HO-
HU3UPYIOUUX (3aXBATHIBAEMBIX) 3JIE€KTPOHOB, UTO

Ha MPaKTHKE MOKET OBITH JOCTHUTHYTO TOJBKO DKC-
IMePUMEHTAIBHO B X0Jle JOCTATOYHO TPYIO0- U BpeMs-
3aTpaTHOHN MOATOTOBUTENLHOM mpotenyps! [8]. Ouna
3AKJII0YAeTCA B MHOTOKPATHOM HAILyCKE WHIWBHILY-
alpHOTO 00pasiia OMHOTO WPeACTaBUTENA Kjacca
COeIMHEeHUH, 0KUTaeMbIX B aHATU3UPYyEMOU CMeCH,
¢ perucrpanueii macc-ciekrpoB OW mpu pasubix
SHEPrUuAX NOHUBHPYIOIINX 3JIeKTPOHOB B UATIA30HE
ot 0 mo 10 5B (c momarosbiM mpupaiiesnuem 1 5B).
Bribop memaior B IOJB3y SHEPruM, IIPH KOTOPOMH
ObLTa IONydYeHA Haubojee WHTEHCUBHAS COBOKYII-
HOCTb MACC-CIIEKTPAIBHBIX TUKOB (IIOJHBIA HOHHBIN
TOK). BmecTe ¢ Tem scHO, 4TO I XpoMaro-Mace-
CIIEKTPOMETPHUYECKOTO OIIPEIEeIEeHNSI HEHU3BECTHBIX
Y/WIU PasHOPOIHBIX BEIIEeCTB, 0COOEHHO B COCTaBe
CJIO}KHBIX CMeCceH, HAUTH 3HAYEHHE SHEPIHH HOHHU-
BUPYIOIINX JJIEKTPOHOB I OTUHAKOBO (P eKTHB-
HOTO OJTHOBPEMEHHOTO OIIPee/IeHus BCeX COeIUHe-
HUH NPUHIUIHAATFHO HEBO3MOKHO. B aTux 06cTOA-
TEeICTBAX HAEATbHBIM peIIeHueM ObLIO Obl HOHO-
obpasoBaHHe IIyYKOM SJIEKTPOHOB, B KOTOPOM
OTHOBPEMEHHO W B PABHBIX KOJIHUYECTBAX IIPUCYT-
CcTBOBaJIK OBl DJIEKTPOHBI Bcex 3Heprui or 0 10
10 B, uTo MO3BOMUIO OBI 3aPETUCTPHUPOBATH WHTE-
rpanbubIil curaan O, obpasymomuxcss BO Beei co-
BOKYIIHOCTH PE30HAHCHBIX 06JacTell J060ro muccie-
nyemoro BeiifectBa. [lomumo Bcero mpouero, 3To mo-
3BOJIHJIO ObI MeToxy Mace-crexkrpomerpun O mpu-
OMUBUTHCA K YPOBHIO KOJWYECTBEHHOTO aHAIu3a.
OnHako TAKUX MCTOYHUKOB 3JIEKTPOHOB (KATOMOB),
K CO’KaJIEHUIO, HE CYII[eCTBYET.

Ilens paboTer — paspaboTKa METOTUKHU ITOJIyde-
HHS COBOKYIHBIX Macc-ciekTpoB O P39 mpwu suep-
TUAX MOHUBUPYIOIINX 3JIEKTPOHOB, 0XBATHIBAIOIINX
Bech auamnas3od or 0 mo 10 sB, myrem 6bICcTpOIL pas-
BepTru. O0OmIaA CyTh HMIEH 3AKIIOYAETCA B CIELy-
IOII[eM: TI0 Mepe CKAHHPOBAHUA MacCC-CIIEKTpa DHEP-
THI0 HOHU3UPYIOIINX 3JIEKTPOHOB IUKJIHYECKH W3-
MEHAIT B YKa3aHHOM [HAalla30He. SajaBaeMasd
CKOpOCTH (JacToTa) pPasBEePTKH DHEPTUM IIPU STOM
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IO/KHA OBITH [JOCTATOYHOHM [JIi MHOTOKPATHOTO
YCTaHOBJIEHUA JTO60TO 3HAYEHUS YHEPTUU 32 BpeMs
perucTparuy Kamaoro Macc-CIIeKTPAIbHOTO ITHKA
MOHOB. JIJIA TeXHWUYECKON peanus3alii 3aMbICiia B
3A0 CKB «XpomaTsk» MBI paspaboTau yCTPOWi-
CTBO, IO3BOJIAIONEE KOHTPOJIUPYEMO BapbHPOBATH
SHEPTHUI0 HMOHWBUPYIOMINX 3JI€KTPOHOB B COOTBET-
CTBUHM C TPeOyeMBIMH PACYETHLIMU AMILTATYIHO-
YACTOTHBIMH XapakTepucTuramu. [lamHoe ycTpoii-
ctBo mpomuro ampobarmio B cocraBe ['X/MC xowm-
iekca «XpoMaTaK».

JKCIIEPUMEHTAIBLHAA 9aCTh

B cocraB koMmiexkca BXOMH/IN: Ta30BbIH XpoMa-
torpadp «Kpucramn 5000.2», macc-creKTpoMeTp
kBagpymonbHoro tuma «Kpueramn», cHaOKEeHHBIN
YCTPOMCTBOM JJIsT MOHU3AINN BJIEKTPOHAMHU HU3KUX
suepruit (YWUIH), paspa6oranasim B8 SAO CKB
«XpoMaTaK» 10 IPEAJIOKEHHBIM aBTOPaMU IIpeBa-
PUTEIBHBIM CXeMaM ¥ pacyeraMm TpebyeMbIxX Iapa-
MeTpoB. Bes kakoro-mmu6o nameHenus 6a30BOH KOH-
CTPYKIIMH MaCC-CIIEKTPOMETPA YCTPOKCTBO, TOTKIIO-
YaeMoe B IeTlh MY KaTOOM ¥ MOHHBIM 00HEMOM,
[I03BOJIAET B MPOIlECCe aHAIN3A IUKINIECKH BApbH-
POBaTh HHEPTUI0 MOHUBUPYIOMIUX 3I€KTPOHOB OT ()
mo 10 5B ¢ yacToTol, CHHXPOHU3UPOBAHHOM CO CKO-
POCTBIO CKAHHPOBAaHUA Macc-criekTpa. Kpome Toro,
YCTPOMCTBO MOKET 00ecreuymBaTh U CTAHTAPTHBIN
pexxuM paboThl, T.e. MPH JFO60M (PUKCHPOBAHHOM
3HAYEHUU DHEPTHH HOHUBUPYIOIINX DHIEKTPOHOB B
muamnasone 1o 100 5B, ogmako B oTianume ot 6a30B0-
ro mpubopa IT03BOJIAET HCKIIOYUTEH IIOBPEKIEHUE
(meperopanwue) Karoaa mpu pabore ¢ HUSKUMU SHEP-
ruamu wonusanuu. [lapamerpbr U pexuM padboThI
xpomarorpadga ObLIN CAEAYOIINMHA: KaNUUIIpHAT
rkomouka HP-5MS mgnunoit 30 M ¢ BHyTpeHHHUM aua-
metpoMm 0,25 MM, TOJIIMHON CJI0S HENOIBHKHOMH

sunakor daser — (5 %-heHnI1)-MeTHIIOIUCHIOK-
cama — 0,25 MKM; CcKOpocTh rasa-HocuTenas (re-
ausa) — 1,1 em3/MuH; cooTHOIIEHHe cOpoca B HCIIA-
putene — 1:10; Temmeparypa B ucHapurene —

250 °C; remneparypa muTepdeiica — 255 °C; Tem-
meparypa KOJIOHKH — PEeKUM JIMHEHHOTO Iporpam-
mupoBanusa oT 40 go 250°C co croOpocTbhiO
10 °C/muH, c BBIAEPKKOHM 1 MWH TpM HAYAIbHOU
TeMIlepaType U 8 MUH IIpU KOHEYHOU TeMIlepaType;
o0beM mMpobbl — 1 MKJI. OHeprus HOHH3ALMWU: IJI
OTPHUIIATEIbHBIX MOHOB — (PUKCHPOBAHHOE 3HAYE-
Hue B puanasone ot 0 mo 10 5B B 3aBucumocT: oT
TPYOIbl HCCIAEAYEMBbIX COeIWHEHWH; MAJid IOJIO-
skuTenbHbIx HoHOB (ITM) — 70 sB. Konnenrparmus
HCCIelyeMbIX COEIUHEHHUN B PACTBOpPE COCTABIANA
0,1 mr/™mu.

O6cy:xaenue pe3yabTaTOB

ABTopbI npeciienoBaiu mesb cosgarsb Y UOHO &
XPOMATO-MACC-CIIEKTPOMETPHIECKOMY  KOMILIEKCY,
KOTOPOE TT03BOJIHIIO OBI:

1) momy4ars 3JIEKTPOHBI C YeTKO 3aJaHHBIM 3Ha-
yeHHeM dHepruu B amanasoHe ot 0 mo 10 B c ma-
rom 0,1 5B. Bei6op ykasanuoro auamasona 00yCIoB-
JIeH TeM, YTO DHEPIHH PEe30HAHCOB MOJIEKYJISIPHBIX
HMOHOB U 00pa30BaHUA OTPULIATENbHBIX HOHOB PE30-
HAHCHOTO 3aXBaTa 3JIEKTPOHOB OPraHWYECKUX CO-
eIWHEHMH, Kak npasuio, He mnpesbimaoTr 10 3B.
IIpu sToM momxHa OBITH pereHa mpobiaemMa COKpa-
I[EHUS CPOKA CIYyKOBI SMUTTEpPA BIEKTPOHOB (KaTo-
I1a), BOBHUKAIONIASA B CBA3U CO CIIENU(UKOH cTabu-
JIM3ALMH TOKA DIEKTPOHOB B YCIOBUAX PabOTHI B Ta-
KOM HH3KO HepreTHueckoM auamnasone [9, 10];

2) copMupoBaTh IMIyYOK HOHUBUPYIOIIUX DIIEK-
TPOHOB, PABHOMEPHO pPaCIpefieIeHHbIX 110 SHEPTUU
BO BceMm aumamnasone ot 0 mo 10 sB. 9to TpeboBanue
Tak:ke 00yCIIOBIEHO PE30HAHCHON IIPHUPOHOLM obpa-
30BaHUsA OTPHUIATENHHBIX MOHOB. B obiem ciydae
VI KCCIEAyeMOTO COeJUHEHWS pPEe30HAHCHBIA 3a-
XBaT 3JIEKTPOHOB MOJKET IIPOUCXOAUTH B HECKOIb-
KUX DHEPreTHYECKHX 00JIacTaX, MId KaKIOH U3 KO-
TOPBIX XapaKTepPHbI CBOM KaHAJbI (pparMeHTaIiH H,
COOTBETCTBEHHO, CBOM HA00OpP OCKOJIOYHBIX HOHOB.
O6yuast BeIeCTBO IIyYKOM, HECYIIHM 3JIEKTPOHBI
CO BCEMH BO3MOKHBIMU DHEPTHUAMH B JHUATA30HE OT
0 mo 10 aB, moxHO MO06UTHCT (POPMHUPOBAHUA MaCC-
CIIEKTPA, MAKCUMAJIbHO IIOJIHOTO II0 MOHHOMY COCTa-
By. B cBA3HM c npuHIMNNATHEHON HEBO3MOMKHOCTBHIO
CO3IaHUSI SMHUTTEPA JIEKTPOHOB C TPpeOyeMbIMH Xa-
pakTepucTHKaMu ObLIO MPENJIOKEHO Peayn30BaTh
9Ty U TEXHWYECKUMHU CPEICTBAMH: IIHPOKOE
pacmpeeneHe 3J€KTPOHOB 10 9HEPTUAM 3aMEHUTH
Ha OBICTpPOE IMKINYIECKOE CKAHHPOBAHUE DHEPTUU
3JIEKTPOHOB, KOTOPOE 334 BPEeMs: PETHUCTPAIUH Macc-
CIIEKTpAa B OIpPEJNeeHHOM HHTEPBAJIE MAaCCOBBIX
Yucea II03BOJISIET MHOTOKPATHO «IpoberaTb» I0
quatnaszoHy sHeprud smexkTpoHoB or 0 mo 10 »B.
W3-3a BBICOKOH CKOPOCTH HEIPEPHIBHOUM perucrpa-
MU MAacC-CIIeKTPOB, HEO0XOIUMOH B TEXHUKE
I'X/MC B cBsA3u ¢ OBICTPHIM ITPOXOKAEHUEM XPOMa-
Torpacgmyeckoro nuka (1 — 2 ¢), yacrora CKaHUPOBA-
HHUSA TI0 DHEPrHUAM [OJUKHA MHOTOKPATHO IIPEBBI-
HIATh YaCTOTY CKAHUPOBAHUA II0 MaccaM, 4YTO CXeMa-
THYECKH HJLTIOCTpHupyeT puc. 1. B srom cnydae un-
TEHCHBHOCTh ¥ ()OpMa XpPOMATOrpadpuIecKoro muKa
OyIyT CTPEMUTHCA K XapaKTepPUCTHKAM MTHKOB, 3a-
IMHUCHIBAEMBIX O0OBIYHBIM CIIOCOO0M (IIPH IIOCTOSHHOM
sHeprumu). llpm dTOM cTraTHCTHUECKVE HCKAKEHUT
MOJLDKHBI OBITh MUHUMHU3WPOBAHBI IIyTEM HAXOMK-
NEHUS ONTHMAJIbHOTO COOTHOIIEHUA MEKAY Iiapa-
MeTpaM{ CKaHHPOBAHWA II0 MAccaM U II0 HDHEPTUU
91eKTpoHoB. COTIacHO OIEHOYHBIM pacyeTaM OIl-
TUMAJIBPHOE COOTHOIIIEHHE YaCTOT CKAHHPOBAHUSA
IIOJIHOTO Macc-crekrpa (B muamasoHe m/z or 1 mo



«3aBoackasda maboparopusa. [[marnocruka marepuaiaos». 2020. Tom 86. Ne 4 15

1000 Ta) u pasBepTKH S9HEPIUH JIEKTPOHOB JT0JIKHO
cocraBiaTh npumepro 1:5000, uro Gymer cooTBeTCT-
BoBath 10 «mpoberanuam» (5 pa3 B CTOPOHY yBeJIH-
yeHUd U 5 pa3 o0paTHO) 10 SHEPTUH BJIEKTPOHOB 34
BpeMs IpoxoskaeHusa nHTepsana m/z 8 1 Jla.

[Ipennoxentbie TpeGOBAHUSA OBLIM TPUHATHI
B Ka4YeCTBe€ BBOJHBIX ITapaMeTpOB B TEeXHHUYECKOM
samaunu s paspaborkun YHUOHSI. Jlamnoe sana-
uue 6610 mepenano B 3AO CKB «Xpomatak», rue
ObLI CO3MAaH SKCIEPUMEHTAIBHBIN 00paser Takoro
ycTpoicTBa.

YUOHSO mnpegunasHayeHo s IIOJAYM IIepe-
MEHHOTO HANPIKEHUA HA KATOJ MaCC-CeIeKTHBHOTO
merexropa (MC]I), ympaBienuss TOKOM Hakajaa Ka-
TOMA ¥ HATIPSIKEHUEM BIIEKTPOHHOM JIMH3BI. Y CTPOH-
€TBO co3mano 151 paborsr coBmectHo ¢ MCJl «Xpo-
MaTaK».

MC]l mpu stom Mmo:ker paboraTh B ABYX pe-
JKAMAX:

1) B «craHmapTHOM» peRHMe, KOIja yIpasie-
HHe IapaMeTpaM{ OCYIIeCTBIAETCA C IIOMOIIBIO
rouTposnepa MCJI, mpu 9TOM 3HEPTHIO MOHU3UPY-
IOI[AX 3JIEKTPOHOB MOAMEP:KUBAIOT MOCTOSHHOH U
MPOBOAT CTAOMIMBAIHAIO TOKA SMUCCHH SJIEKTPOHOB;

2) B «HOBOM» peXHMe, IIPU KOTOPOM IapaMmer-
pamu ynpasiager YUOHS, koropoe mopaer mepe-
MeHHOe HapsKeHne 3aJaHHON MHUI000pasHoi gop-
MBI JIIA CKAHUPOBAHWS HDHEPTUM MOHU3AIUY U TIO]-
JeP/KUBaeT CTA0MILHOCTD TOKA HaKaia KaTofa.

[lepermouaTs pesKMMBI MOKHO IIPOTPAMMHBIM
€rI0co60M BPYYHYIO Uepe3 CIEIUAIbHO CO3[aHHYIO
mporpamMmy, WHTEpPQENC KOTOpOM IpeICcTaBieH Ha

puc. 2.
TeXHI/I‘IeCKI/Ie XapaKTEepUCTUKHU CO3JaHHOTO
YCTPOMCTBA IIpe/ICTaBIE€HbI HUKE:
Ilapamerp . . . . . . .. .. ... ...... 3uaueHue
Tox xkaroma, A. . . . . . ... ... 0,1 -2 ¢ marom 0,1
JHeprus HOHHU3AINH, 5B:
HavyaJbHOe 3Ha4YeHue . . . . . . . 0 - 10 c marom 0,1
KOHEYHOe 3HauYeHue . . . . . . . . 0 - 10 ¢ marom 0,1
MaxkcumanbHas 4acToTa CKAaHUPOBAHUA
sHeprum woHmM3arwmu, ['m. . . . . . . .. .. o 750

VHpukanusa ToKa KaToja, HalpsaKeHUa KaToxa
¥ TOKA HMUCCHH, a TAKKE MUHAMAIBHOTO
¥ MaKCHMAJIbHOTO 3HAYEHHH U YACTOThI
SHEPTUM MOHUBAIUAM . . . . . . . . . . . . . . Ecrp

Takum 06pasom, IMpH CO3TAHUU YCTPOMCTBA JIJIsS
HOHU3alluu JJIEKTPOHAMU HU3KHUX 3Heer171 mpenio-
JKEHO pellleHue: JI PEerrucTpPaIdu XpoMaTo-Mace-
CIIEKTPOrpaMMbl OTPHUIIATEIbHBIX HMOHOB HCIIOJ/Ib30-
BaTh OBICTPYIO PA3BEPTKY SHEPTHUH JJIEKTPOHOB C
gactoroi 1o 750 I'u. 1o mo3BoIsIET 32 BpeMs peru-
CTpamuy KaKI0T0 MACCOBOTO MHHKA H3MEHATH He-
CKOJIBKO pa3 sHepruio 3aekrponoB ot 0 g0 10 3B u
00paTHO, YTOOBI 3aPETrUCTPUPOBATL B MACC-CIIEKTPE
IDUKH BCeX BO3MOXHBIX OTpHIATE/JIbHBIX HWOHOB,

E

Puc. 1. Macmrabbl BpeMEHHBIX HHTEPBAIOB (IIEPHOIOB)
CKAHWPOBaHWA 1O MaccaMm (m/z) U BapbUPOBAHWS SHEPTUU
571eKTpoHOB (E) B CpaBHEHHUH CO BPEeMEHEeM MIPOXOJKICHUs TH-
IUIHOTO Xpomarorpaduueckoro muka (I'X)

Fig. 1. Scales of time intervals (periods) of scanning by
mass (m/z) and variation of electron energy (E) in compari-
son with the travel time of a typical chromatographic peak
(GC)

ﬁ' YcorpoRcreo pacwmpeHHONe NWTaHKA katoaa v1.00
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Puc. 2. Ilasens mnporpaMMHOTrO yIpaBlIeHHS YCTPOMCTBA
JJI1 MOHUBAITUH HIIEKTPOHAMY HU3KUX DHEPTUH

Fig. 2. Control panel of the device for ionization with low
energy electrons

006pasyoimuxca U3 JaHHOTO COEIUHEHUS B PA3HBIX
PE30HAHCHBIX 00JIACTAX SHEPTHH.

YUOHS B cocraBe XpoMaTo-MacC-CIIEKTPOMET-
PUYECKOTO KOMILIEKCA ObLIO MOCTABIEHO HA OIBIT-
Hyto oskciryaranuio B 27 HI[ MO P®. B cocras
KOMILIEKCA BXOAWJIH ra3oBbiil xpomarorpad «Kpwu-
crana 5000.2» 1 Macc-CIIeKTPOMeTP KBaAPYIOJIBHO-
ro tumna «Xpomarak». IIpu mpoBeeHNN UCIIBITAHUT
ocoboe BHUMAHHE OBLIO YAEIEHO CIIELYIOI[AM
acrexTam:

CIIOCOOHOCTh [AHHOTO HPHOOpa BOCIIPOH3BO-
IUTh MacC-CIIeKTPhI OTPHUIATENHHBIX MOHOB, MOJIY-
YeHHbIE paHee C HCIOJIb30BaAHUEM IPYTMX MAacc-
CIIEKTPOMETPOB;

BO3MOKHOCTH PETHCTPAIA MAaCC-CIEKTPOB OT-
punarensuabix woHOB (MC OM) Kak B TpagwWIiuoOH-
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Puc. 3. Yuacrox xpomarorpammsi, mace-criektp OM nubens[b, fI[1, 4]-oxcasenura cOBMECTHO ¢ pe3ynbTaToM IIOHWCKA 110 Oub-
JIHOTEKe Macc-CIeKTPOB OTPULIATEeIbHBIX HOHOB «Varhbz», mpencraBieHHbIe B OKHE IporpaMMsbl «XpoMarsk-CrekTp»

Fig. 3. Part of a chromatogram, mass spectrum of negative ions for dibenz[d, f1[1, 4]-oxazepine together with the search re-
sult gained from the negative ion mass spectra library “Varhbz” presented in the program window “Chromatek-Spectrum”

HOM pEeKHMe MOHHU3AIIUK HIEKTPOHAMU C (PUKCHPO-
BaHHOU HHEPTUe, TaK U B HOBOM pPeKHUMe CKaHHPO-
BaHHA MaCC-CIIEKTPOB IIPH IIOCTOAHHO BapbUPYyEMOH
SHEPTUHU JIEKTPOHOB.

Baxmoit xapaKTepuCcTHKOM Macc-CIIeKTPOB ABJIA-
eTcs UX BOCIPOU3BOIUMOCTb, T.€. MOJIyIeHHe OTuHA-
KOBBIX AQHAQIUTHUYECKUX MJaHHBbIX IIPU MCIIOJIb30-
BaHWM PA3HBIX HPHOOPOB. Xopouias BOCIPOU3BO-
JTUMOCTDb MACC-CIIEKTPOB ITO3BOJIAET MIUPOKO UCIIOb-
30BaTh aHATUTHYECKHE 0as3bl JAHHBIX, CO3JAHHBIE
npu pabore ¢ Pa3IUIHBIMU MAaCC-CIEKTPOMETPAMHU.
Macc-crieKTphl  TIOIOMKUATENBHBIX HOHOB HH3KOTO
paspeliienus, IOJIy4YeHHbIE C IIOMOIIBI0 IPHOOPOB
Pa3IUYHBIX TUIIOB, XaPAKTEPHU3YIOTCI XOPOIIIeH BOC-
npousBoxuMmocThio [11]. Tak kak q0 HegaBHETO Bpe-
menu MC OU c ucnonb3oBanueMm cepuiHbBIX (He Ime-
PpeobopyIOBaHHBIX) MACC-CIEKTPOMETPOB IOIyIaIn
SIIU30AMYECKH, JJIST PA3BUTHI METO/a Macc-CIIeKTPO-
MEeTPUU OTPUIATEIbHBIX HOHOB PE30HAHCHOTO 3a-
XBaTa 3JEKTPOHOB KpalHe He0O0XOIUMO IPOBEPUTH
BOCIIPOMBBOJIUMOCTD TAKHX MACC-CIIEKTPOB.

Hma aT0ff 1eaW TPUTOTOBUIM PACTBOPHI He-
CKOJIBKUX coenuHeHmH, Mmacc-cieKTpbl OW KoTophIxX
yiKe ObLIM TOJy4YeHBbI paHee C HCIOJb30BaHUEM
I'X/MC xommmerca («Kpmeramn 5000.1» — DSQ

Thermo) [12]. B kauecTBe TeCTOBBIX 00Pa3IOB OBLIH
B3AThI: maubens[b, fI[1, 4]-okcaszenuu (mucp «CR»,
MoneryasapHas Macca 195 Jla) u O-mpommiguxiop-
docdar (M = 176 I1a).

[Tonyuenuble sKCIIepUMEHTAIbHBIE TAHHBIE U
pe3yabTaThl IIOUCKOBOTO 3ammpoca Mo 6a3aM JaHHBIX
MC OU «Varhbz» (B]l skcunepumenTtambubix MC
OHN) u «Prognoz» [13] (Bl MC OH, nosyyeHHBIX B
pesyibTaTe pacueToB II0 CIEIHaJIbHO paspaboraH-
HBIM aJITOPUTMAaM IIporaosuposanusd [14, 15]) mpex-
CTABIIEHBI HA PUC. 3 ¥ 4 COOTBETCTBEHHO.

W3 puc. 3 u 4 BuaHO, YTO Hanb0JIEee BEPOITHBIMHA
KaHIuIaTAMHU [IPU TPOBEIEHIH MPOIeAyPhl CPABHH-
TEJIbHOTO TOHCKA O0OMX COETUHEHWHA SBIAIOTCH
macc-cuekTpsl OM U3 sKCnepuMeHTAIBHOM U CIIPOT-
HO3HPOBAHHOM 0a3 maHubIx «Varhbz» u «Prognoz».
IToxazaTenau cXOAMMOCTH II0 IPAMOMY B 00paTHOMY
MTOUCKY MAHHBIX COEIMHEHUN HAXOAITCI B IUAMA30-
He or 777 mo 862 ex. JlanHble 3HAYEHWS BEIWYHH
CXOJTUMOCTH SBJISIOTCA JOCTATOYHO BBICOKUMHU IIJIST
HAIEIKHON UIeHTU(DUKAIIAN COSIMHEHUH.

Ha pwuc. 5 npencrasnensr xpomarorpamvbr O-
nponuaguxjaopgocdara, MOIydeHHBIE B YCIOBUAX
WOHU3AIUKA C (DUKCHPOBAHHOM JHEPrHel HOHU3H-
pyforux 3;meKTpoHoB 4 5B (a) u ¢ mepemMeHHOI sHEp-
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Puc. 4. Cran nporpammbr «XpomaTok-CIIeKTp» ¢ pes3yIbTaToM CPABHEHHSA MACC-CIIEKTPA OTPUIIATENbHbIX HOHOB O-mpormiu-
xaopdocdara ¢ 6ubIMOTEKOM MacC-CIIEKTPOB OTPUIIATEIbHBIX HOHOB «Prognoz»

Fig. 4. Scan of the program “Chromatek-Spectrum”: comparison of the mass spectrum of negative ions of O-propyldichloro-
phosphate with the data of the “Prognoz”library of mass spectra of negative ions

rueii B nuamasoue 0 — 10 5B co ckopocThio ckaHUpPO-
Bauusa 1000 sB/c (6). CpaBHHBasg XpoMaTorpaMmsbi,
MOJIyYeHHBbIEe TPU PA3HBIX PEKUMAX HMOHU3AIINH,
MOKHO KOHCTATHPOBATH pPasfiejieHre OJJHOTO XpoMa-
Torpacmueckoro nuka (cMm. puc. 5, ) Ha 10 mHKOB
(HAa30BeM UX CyOCTPYKTypaMu) ¢ eIUHBIM OCHOBAHU-
em (cM. puc. 5, 6).

Macc-criekTpbl Ha BEPINIUHAX CYOCTPYKTYP U Y
X OCHOBAHHA OTIMYAIOTCA OPYr OT ApPyTa W IIpeq-
crasjeHbl Ha puc. 6 [16]. ITocire mogpobHOro usyue-
HUA JAHHOTO (PaKTa W MPOBEAEHHS ITOJTBEPIKIAI0-
II[UX DSKCIIEPUMEHTOB C PErMCTPAIHEd Macc-CIIeK-
TpoB OU mpu (puUKCHPOBAHHBIX JHEPTUIX HOHHU3A-
muu 0 u 10 5B MoKHO cuenaTs ciaeayolue BbIBOIbL.

Bo-nepsbix, macc-criekrp OW Ha BepimHe Xpo-
MarorpadpUuecKux  CyOCTPYKTYP  COOTBETCTBYET
macc-cuexkTpy OU, nmonyuenHoMy mpu (pUKCHpPOBaH-
HOM DHEpPruM HOHU3UPYHIUX siekTpoHoB 10 5B
(cm. puc. 6, a).

Bo-BTophIx, noubl, oopasymworue MC OU B ocHo-
BaHWM XPOMATOTPA(PUUECKOr0 IHKA, 00pa30BaHbI
[IPY SHEPTHUH NOHUBUPYIOIIUX 31eKTPoHoB 0 5B (cM.
puc. 6, 0).

B-tpersux, unrerpansusiiit MC OU (r.e. macc-
CIEeKTp, MOJYJYEHHBIH CyMMHUpPOBAHHMEM BCEX Macc-
CIEKTPOB HA MPOTSKEHHM XPOMATOTPaduIecKoro

nuKa) xoporo comoctaBuMm ¢ MC, BHeCeHHBIMH B
6asbl maHHbIX «Varhbz» u «Prognoz», u Tak:xke 3a-
HHUMAaeT IepBOe MECTO IIPU IIPOBEIEeHUHN IIPOLIEeLyPhI
noricka u cpapuenus ¢ Bl MC (cum. puc. 4).

W B-ueTBepTHIX, OIHOW #3 BEPOATHBIX IPHU-
YUH T[OSBJIEHUSA CyOCTPYKTYp SBJSETCS HeI0CTa-
TOYHO BBICOKAS YACTOTA BAPbUPOBAHUA ODHEPTHH
DIIEKTPOHOB.

Pasnuyue B Macc-CeKTpax MOKHO OOBSCHUTH
CIEeIyIOIUMH TpuduHaMu. [Ipy HHU3KOH SHEpTUu
MOHHU3UPYIOIIUX 3JIEKTPOHOB €€ HEeIOCTATOYHO IS
MHTEHCUBHOM (pparMeHTanuui MOJeKyJIbl. Tak, misa
O-mponmiaguxiopocdara M[PH STHX DHEPTUAX
MMEIOT MECTO B OCHOBHOM 3JIMMHHHPOBAHUE aTOMa
BOJIOPOZIa, a TAKKe YyTh MeHee WHTEHCHBHbBIE IIPO-
Iecchl (pparMeHTaluu € OTIIEIJIEHHEM MOJIEKYJIbI
XJIOPOBOOPOa U BbIGpocoM O-aKUIBHOTO paguKa-
na. Ho B 11e710M MHTEHCHBHOCTH MOHOOGPA30BaAHUA
MIPY OKOJIOHYJIEBOM SHEPTHH HOHU3AITHN 3HAUNTEh-
HO Hu:Kke, ueM mnpu sHeprum 10 sB. O6 srom cBu-
IeTelbCTBYIOT 3HAYEHHs BBICOT XpomaTrorpadgude-
cxoro nrka (398 219,344 ex. ipu 10 5B u 45510 eq.
npu 03B, cm. puc. 6). 3HaunrenbHoe mpeobaana-
HIe MOHHOTO CHUTHAJA, COOTBETCTBYIOIIEr0 SHEPTUU
MOHM3UPYIOIIKX 31eKTpoHOB 10 5B, obyciaBnuBaer
«y3HABAEMOCTb» MACC-CIIEKTPA W COOTBETCTBHE €T0
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Puc. 5. Xpomarorpammsl 1o mosHoMy HoHHOMY TOKy O-mponmiauxiopgocdara npyu HOHH3AIUN SIeKTPOHAMHE ¢ (PUKCHPOBaH-
HOM sHepruei 4 5B (o) 1 noHU3aMHU SIEKTPOHAMH C IIepeMeHHoM sHepruei B quamnasone ot 0 — 10 5B co ckopocThio ckanupoBa-

s sHeprun 1000 3B/c

Fig. 5. The total ion current chromatograms of O-propyldichlorophosphate obtained at electron ionization energy of 4 eV (a)
and at a variable energy in the range 0 — 10 eV with an energy scanning rate of 1000 eV/sec (b)
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Puc. 6. Macc-clieKTphbl OTPHIIATENbLHBIX HOHOB O-IIpOIHiI-
nuxnopdochaTa Mpu (PUKCHPOBAHHOM SHEPTHH DJIeKTPOHOB
10 5B [16] (@) u 0 5B (6)

Fig. 6. The mass spectra of negative ions of O-propyldi-
chlorophosphate at a fixed electron energy of 10 eV [16] (a)
and 0 eV (b)

Macc-criekrpam u3 6a3 ganubix MC OU ¢ BbicoKuMU
TIOKa3aTelaMU CXOAUMOCTH IIPU IIPOBEIEHUH IIPOIIe-
Iypbl aBTOMATUYIECKOTO TIOMCKA U CPABHEHUA 110 ajl-
roputmam NIST Identity u Similarity.

Heobxoaumo oTMeTHTD, YTO MK MOHA C MACCOM
176 Jla, “"HTEHCUBHOCTh KOTOPOTO MaKCHMAajlbHA B
Macc-criekTpe mpu 0 5B, oTBeuaeT gempoToHUpPOBaH-
HBIM MOJIERYJAPHBIM MOHAM U MOMKET CIIyHUTDb 10O~

TBEP/KIEHUEM MOJICKYJIIPHOU MAaCChl COEIWHEHWS.
Oo6paraer Ha cebs BHHMaHHe (PAKT OTCYTCTBUA B
MacC-CIeKTpe MYJIbTUILIETHBIX ITUKOB, 00yCIOBIEH-
HBIX HAJIMYHMEM aTOMOB XJIOpa B MOJIEKYJe COeIuHe-
Hug. J[1a moaTBepIKIeHn 9TOTO HAGMIOIEHUs HKC-
MMEPUMEHTBI B TeX K€ YCAOBHAX C JAHHBIM Belle-
CTBOM ITPOBOAMIIM ellle IATH pas3: MOJydeHbl aHaIO0-
rugHble pe3ynbTarbl. OObsICHEHHE 3TOTO ABJIEHUI,
Ha HAII B3TJIAJ, CIeAyIolee: COUeTaHne U30TOIHOTO
a(pperra mpu 00pa3oBaHUU OTPHUIIATEILHBIX HOHOB
[5, 17] u «HemonIajaHue» B PE30HAHC YaCTOThI U3Me-
HEHWS SHEPTHH HIEKTPOHOB U CKOPOCTH CKAHHUPOBA-
HUS 110 MaccaM TpPU6opa, Y4TO OMATh JKe CBA3aHO C
HEeJOCTaTOYHOM YaCTOTOM ITUKJINYECKOTO CKaHUPO-
BaHUA YHEPTUHU BIEKTPOHOB.

3axjarogeHue

Takum 00pasoM, IMPU HUCIBITAHUAX CO3TAHHOTO
YUOHO 65170 9KCIEPHUMEHTAIBHO MOATBEP:KIEHO,
YTO KOMILIEMEHTApPHOE WCIOIb30BAHUE PEKUMOB
perucrparuu macc-criekrpoB OU ¢ dpurcupoBanHbI-
MU 3HAYEHUAMU SHEPTUH HOHUBUPYIOUINX 3JIEKTPO-
HOB U ¢ HeIIpepbIBHOU Bapualiueil 9HepIruu 3JIeKTpo-
HOB B 33J]JaHHOM [HMAIla30HE IO3BOJAET CYyIEeCTBEH-
HO paciupuTth BodmoxHocTH MeToga MC OU.

Macc-crieKTpbI OTpUIIATENHHBIX HOHOB 00s1af1a-
IOT XOPOIIIeH MeKIPUOOPHOY BOCIPOU3BOJHUMOCTEIO,
YTO IIO3BOJIUT HCIOJb30BATh 3aPETUCTPUPOBAHHbBIE
6a3bI JaHHBIX Macc-CIeKTPoB «Varhbz» u «Prognoz»
[IpU UAEHTU(PUKATINE OPTAHHYECKUX BEIEeCTB C II0-
MOIIBIO JPYIHX Tra30xXpoMaTorpadudecKux Macc-
CIEKTPOMETPUIECKUX KOMILIEKCOB.
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B pexumve perucrpamum mace-criekrpos OU c
HeIIpepbIBHOM BapHaruel SHEPruu NOHU3UPYIOIINX
SJIEKTPOHOB C YaCTOTOM WM3MEHEHWs SHEPTHuH M0
750 'y perucTpupyoTcd HHTEHCHBHBIE IIUKU [e-
IIPOTOHUPOBAHHBIX MOJIEKYIAPHBIX HOHOB, YTO IIO-
3BOJIIET OIIPENeNIATh MOJIEKYJIAPHYI0 MacCy COemu-
HeHUl 6e3 IMPUMEHEHUS OTOJHUTEIbHOTO aHAJIH-
THYECKOTO MeTona, Hanpumep meroma MC XU.

YUOHSO nomosHUTENbHO IIO3BOJSAET BbBIABIATH
HaJIu4ue B CTPYKTYypPe aHAIH3HUPYEeMbIX BEIIECTB
DJIEKTPOHOAKIIENITOPHBIX (PYHKITMOHAIBHBIX TPYIII,
roropeie meromom MC IIH, kak mpasuimo, obHapy-
JKUTH He ynaercs [16].

IIpencrasieHuble mepBhle Pe3yIbTATHI HCIILITA-
HHH MOJKHO CUHTATH YCIIEIIHBIMM M OOHAIe:KHBa-
OIIMMH B IUIAHE IIEPCIEKTUB PA3BUTHUA IMIPEIJIO-
JKEHHOTO MeTOfa IIOMyYEeHMs HAKOILJIEHHBIX Macc-
cuektpoB OW. BakabiM pesysbpTaToM HACTOAIIEH
paboThl ABAAETCS BBIABJIEHHE HENOCTATKOB paspa-
6oraHHOro ycrpoiicrsa. J[Jisi ycoBepIieHCTBOBAHUS
YUOHO HeoO0xonuMbl MOBBIIIEHHE 4YaCTOTbl H3-
MEHEHHs OHEPIuHd HOHUSHUPYIOIIUX 3SIEKTPOHOB,
CHHXPOHH3AIMSI TOr0 IapaMeTrpa Ha allapaTHOM
YPOBHE CO CKOPOCTBIO CKAHHPOBAHHUSA MacCC-CIIEKTPA,
a Takxke IOMOJHHUTEILHAS MeTOAMYecKas pabora u
HCIBLITAHUA.
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Paspa6orana doroxummyeckas Mmeroquka onpenenenus 1,1-numerwiruapasuaa (HIMIY), ocro-
BaHHAsA Ha TUTPOBAHUU aHAINUTA (DOTOTEHEPHUPOBAHHBIM HOIOM, KOTOPBIN MOJIyJIaIN TPy 00JIy-
YEHUHU BCIIOMOTaTeIbHOTO PACTBOPa HMOIMAA KaIWs U CMECH CeHCHOWIN3aTOpOB (303MHAT Ha-
Tpus: aypaMuH: ()IyOopeclieuH B MOJSpPHOM cooTHormenwuu 1:1:1), B aneraruou cpexe (pH 6).
IIpu noBbIIIIEHNN KUCIOTHOCTH HAOIIOAAETCI YMEHbIIIEHNE CKOPOCTH (DOTOTEHEPALINH, YTO, CKO-
pee Bcero, CBA3aHO ¢ AUCIPOIOPIMOHUPOBAHNEM 00pasyIoIerocs TUTpanTa. Tak Kak comepsxa-
Hye THUTpaHTa (#f07a) KOHTPOJIHUPYIOT BOIHTAMIIEPOMETPHIECKUM METOAOM, (POTOXUMHUIECKOE
tutpoBarre HIIMI' compoBoknaeTca yMeHbBIIEHWEM CIJIBI TOKA B IIEH aMIEPOMETPHIECKOH
YCTaHOBKH, a CTa0MIN3AIUA TOKA CBUIETEIBCTBYET O IIOJHOTE IIPOTEeKAHN peakuwu. Vamepe-
HYe BpeMeHHU (DOTOreHepanu, He0OX0AUMOTO I BOCIIOTHEHHUS YObLIH TUTPAHTA B SUYEHKE IPH
JAJIbHEUIIIEM OOJIyYeHUH PacTBOpa B IIPUCYTCTBUH KUCIOPOJA BO3IYyXa, IIO3BOJISET KOJIUIeCT-
BEeHHO oreHuTh coziepskanue HIIMI' B o6bekTax okpy:xaroleit cpembl. [I0CKOIbKY aHAIUT B3au-
MOJIECTBYET C TUTPAHTOM B MOJIIPHOM COOTHOIIEHHMH 1:2, 3TO MO3BOJIMIIO MPEAIIOIOKUTE BO3-
moskHOCTh oxuciaenud HIIMI' no murposogumernnamuta. Ha ocHOBaHUM ITPOBEEHHBIX HCCTIE-
JIoBaHwMii paspaborana poroxmmMedeckas meroauka omnpeznenenrs HIIMI' B pactsope ¢ mpezena-
Mu obHapyskenus u onpeneienns 0,49 u 1,62 mir/mut coorBercreenno. K coxanenunio, 4yBcTBu-
TEJIHFHOCTH IPETIOKEHHON METOAUKY He TI03BOJIAET OIPEeNeNATh TOKCHIHBIA XUMIIECKUH KOHTa-
vuHaHT Ha ypoBHe [IJ[K, B cBA3u ¢ yeM BO3HHUKAET HEOOXOUMOCTD IIPEABAPUTEIHLHOIO KOHIIEHT-
pupoBanwus noaemwKHbIX opm HIIMI myrem orroxku ¢ BogaubsM napom B cpexe 40 %-Horo pac-
TBOpa IUAPOKCHAa HaTpusd. PaspaboTaHHas MeTOAMKA YIOBIETBOPAET IapaMeTpaM BaIHIAIlIN
10 TAKUM ITOKA3aTeNIAM, KaK JIMHEHHOCTD, IIPEIUBNOHHOCTD U IIPABIIIBHOCTD, U, CII€JJ0BATEIHHO,
MOKeT ObITh pekoMernmoBana 1yt onpeznenenus HIIMI' B 10608 KOHTPOJIbHO-aHAIMTHIECKON
naboparopuu. Ampobariuio )OTOXMMUIECKOM METOIUKH IIPOBOIMIIH IIPY aHAIN3e 00pasIoB IoY-
BBL, 0TOOPAHHOH ¢ (DOHOBBIX U 3aTPA3HEHHBIX TEPPUTOPHE, a TakKe IpupoaHoi Boasl. Ha ocko-
BaHUH IOJIyYEHHBIX PE3yJIbTaTOB YCTAHOBJIEHO HE3HAUYWTEILHOE IIPEBBIIIEHUE COIEPIKAHUS
HJIMI" B mouBe, 0TOOPAHHOIA ¢ OBIBIIIETO MECTA JUCIOKAIINN BOMHCKON YaCTH.

KiroueBnblie ciaoBa: poToreHepUpOBaHHbIN 1o, 1,1-IUMETHITHIPA3HH; OIpeNeIeHue; 00beK-
TBI OKPY?KAOIEN Cpe/ibl.

USING OF PHOTOGENERATED IODINE FOR DETERMINATION
OF 1,1-DIMETHYLHYDRAZINE IN ENVIRONMENTAL OBJECTS
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A photochemical method for determination of 1,1-dimethylhydrazine H,NN(CHj), (unsymmetrical
dimethylhydrazine (UDMH)) based on titration of the analyte with photogenerated iodine obtained by ir-
radiation of an auxiliary solution containing potassium iodide and a mixture of sensitizers (EOSIN
Y:auramine:fluorescein taken in a molar ratio 1:1:1) in an acetate medium (pH 6) has been developed.
With increasing acidity, a decrease in the rate of photogeneration is observed which is most likely attrib-
uted to disproportionation of the resultant titrant. Since the titrant (iodine) content is controlled by the
voltammetric method, the photochemical titration of UDMH is accompanied by a decrease in the current
strength in the circuit of the amperometric setup and stabilization indicates the completeness of the reac-
tion. Measurements of the photogeneration time necessary to compensate for the loss of titrant in the cell
upon further irradiation of the solution in the presence of atmospheric oxygen provide quantitative assess-
ing of the UDMH content in environmental objects. Since the analyte interacts with the titrant in a molar
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ratio 1:2, we suggest the possibility of UDMH oxidation to NDMA (N-nitrosodimethylamine). A photo-
chemical method of UDMH determination in solution is thus developed with the detection and determina-
tion limits (0.49 and 1.62) pg/ml, respectively. Unfortunately, the sensitivity of the proposed methodology
does not allow determination of a toxic chemical contaminant at the MPC level which necessitates
preconcentration of the mobile forms of UDMH by steam distillation in a 40 % sodium hydroxide solution.
The developed methodology matches the validation parameters by the indices of linearity, ranking, cor-
rectness and thus can be recommended for determination of the UDMH content in any analytical labora-
tory. The photochemical method was tested in the analysis of soil samples taken from background and
contaminated territories as well as natural water. A slight excess of the UDMH content has been found in
the soil taken from the former location of the military unit.

Keywords: photogenerated iodine; unsymmetrical dimethylhydrazine (UDMH); determination; environ-

mental objects.

O1eHKa reHeTHYEeCKUX U TOKCHYECKUX ITOC/IeICTBUH
AHTPOIIOTEHHOTO 3arPI3HEHUA OKPY:KaIIed cpebl
IJIA KUBBIX OPTAaHU3MOB ABIAETCA HA CETOMHAITHUN
IleHb OMHOM M3 Hanbojiee aKTyaabHBIX mpobiem [1].
Oco60r0 BHHUMAHUSI CPEeIu BbICOKOTOKCHYHBIX XH-
MHMYECKHUX KOHTAMHUHAHTOB 3aciy:Kusaer 1,l-mume-
munruapasusa (HJIMI'), KoTopsiii BXOZUT B cOCTaB
PaKeTHOTO TOILIMBA, HCIOJIb3yEMOTO IIPH B3aIlyCKe
MEKKOHTHHEHTAIbHBIX  OAJUIMCTHYECKUX  PAKET
tuna «I[Iporom» [2]. 3BecTHO, YTO TpHM HageHUN
MIEPBBIX CTYIEHEH PaKeT-HOCUTEJIEH B TOILIMBHBIX
MarucTpaaiax MoxkeT HaxoguTbed ot 0,6 mo 4,0 T He-
cropesirero HIIMTI', u3 xoropsix 10 — 30 kr moctu-
raer IOBEPXHOCTH 3eMiu [2] U BeilencTBHE BbICOKO-
r0 MUTPAIMOHHOTO IIOTEHIHaNa B JaHamadrax
TIpeoIpeieNiieT BOSHUKHOBEHHE OT/I€TbHBIX TEXHO-
reHHBIX aHoMaymui [3]. XpoHHUecKoe BO3[eHCTBUE
Huskux 103 HIMI' Ha JKUBOTHBINM OpraHusM IPUBO-
IUT K TIOPAKEHUI0 IeYeHU, IeHTPATIHHON HEPBHOMH,
CEP/IEYHO-COCYIUCTOM U KPOBETBOPHOM cucTeM [1,
4 - 8]. B P® ycramosneunsie IIJIK HIMI' B Bome
BOZI0EMOB PBIOOXO03AUCTBEHHOTO HA3HAYEHUS U TI0Y-
Be cocrasisaiorT 0,50 mer/m u 0,10 Mr/kr coorser-
CTBEHHO, a o0mui pomyctuMmblii ypoBerb (OY)
B BOJE XO3AHUCTBEHHO-OBITOBOIO HA3HAYEHUS —
0,06 mxr/x [8, 9]. CoBpeMeHHbIE ITOAXOMBI JJIs OIIpe-
nenenus craenoBbix korudects HIIMI o6aagator ps-
IIOM HemoCTaTKOB. Tak, HAampuMmep, BO3MOKHOCTH
doromerpuueckux MerozoB [10], xapaxrepusy-
IOLIMXCST IIPOCTOTOM M JOCTYIIHOCTBIO allapaTypHO-
ro odopMIIeHUs, OrPAHUYUBAIOTCI HEIOCTATOUHBI-
MU YyBCTBUTEIHHOCTBHIO U CEIEKTHBHOCTHIO [9, 11].
BoicokouyBeTBUTENIBHBIE XpOMATOrpadUIecKue Me-
Tompl [12 — 18] u MeTo KAIWIAPHOTO 3JIeKTPodo-
pesa ¢ BIeKTPOXUMUYECKUM AeTeKTupoBanuem [19]
TpebyoT MPOBEIEHUS TPYIOEMKON ¥ AIUTEIbHOH
npobomoaroToBku [9, 11].

Ilenr paGorer — paspaborka QoToxmMuIe-
ckoii meronuku ompenenenus HIIMI', ocHoBanHoOM
Ha THUTPOBAHWHM aHAaJIUTa (POTOreHEPHPOBAHHBIM
tionom. TurpanT monyuanu B pesyabrare 00IyIeHus
BCIIOMOTATEIBLHOTO PACTBOPA, COJEPIKAIIETO HOMULT
Kanus, ceHcubuamsaTop (cMech p03MHATA HATPWS,
aypamuHa ¥ pIyopeciienHa B MOJITPHOM COOTHOIIIE-

uuu 1:1:1) u anerarusiii 6ydepusri pacteop (pH 6).
Tak kKak cofep:KaHHe TUTPAHTA KOHTPOJIHPOBAIN
BOJIBTAMIIEPOMETPUIECKHM METOAO0M, (POTOXHMUIE-
ckoe tutpoBanme HJIMI' compoBoskmaercsa yMeHb-
IIEHUEM CHJIbI TOKA B IIENHA aMIIePOMETPUIECKOU
ycraHoBku. Crabuimsaius TOKA CBHUIETEIbCTBYET
0 IIOJIHOTE IIPOTeKaHus peakiuu. JlampHeiiniee 06-
JiydeHHEe PACTBOpa W W3MepeHue BpemeHu (OTO-
reHepanuu, Heo6X0IUMOro JJIs1 BOCIOJHEHUA YObLIH
TUTPAHTA B AYeiKe, [I03BOJIIET KOJIMIECTBEHHO OIle-
HuThb comepsxanre HIIMI' B o0beKTax oxpysxaromniei
Cpespbl.

JKCIEePUMEHTAILHAA 9aCTh

Peazenmur u pacmeopwsi. B pabore ucronb3osa-
mu HCl (p = 1,19 r/mn, xu), #omun kamua (4na),
sosmHar Hartpua (upa), HsPO, (p = 1,70 r/mx, x1),
OoKcH Kanbitus (uma), cyabdum Hatpusa (d4pa), THJ-
pokcun Harpua (uma), H,SO, (p = 1,83 r/mu, una),
98 %-uptit HIMI' (I'CO, Sigma Aldrich, T'epma-
uus). KucimorHocTs, Heobxoaumyo 1151 hoToreHepa-
MY TUTPAHTA, TIOAAEP:KUBAINA BBEIEHUEM B IIOTJIO-
TUTENbHYIO crucTeMy 6ydepHoro pacteopa ¢ pH = 6.

Annapamypa. TurpoBanne HIIMI' mpoBomuin
C UCIOJIb30BAaHUEM YCTAaHOBKH, OMCAHHOHN B pabore
[20]. 3uauenue pH usmepsIu ¢ IOMOIIBI0 HOHOMET-
pa «pH-150MHU» co CTERIAHHBIM WHIUKATOPHBIM
3JIEKTPOIOM.

B saueiiy ycraHoBkum i (DOTOXMMHYECKOTO
tutrpoBanua mnomemanu 40,0 max 0,50 M pacrsopa
vonuaa Kamusa u 10,0 mur cencubmmuzaropa. Kucior-
HOCTb B f4elike cosgaBanu BeegenneM 20,0 M cooT-
BercrByIoiiero 6ydeproro pacrsopa. Iloxydennyro
CMecCh MPOAYBAIM BO3MYyXOM U 00JIydayivi CBETOM B
TedyeHue 1 — 2 MHUH, TeHepUPYA THUTPAHT OO0 €ro Co-
nepxanua 3,28 - 107° mmosb (IIOporoBoe 3HAYEHUE).
Conepixanne TUTpPaHTa B COCy[e KOHTPOJIHPOBAIN
BOJILTAMIIEPOMETPUIECKUM METOOM 10 U3MEHEHHUIO
CHUJIBI TOKA B IEIIM aAMIIEPOMETPUIECKON yCTAHOBKH.
Ilocne mocTw:xeHUs MOPOTOBOTO 3HAYEHUS B SUEHKY
eeBomuiu 1,0 — 5,0 M1 pabouero pacrsopa, PUKCHPYS
pH 5TOM HW3MEHEHHWe MOKA3aHWi rajJbBaHOMETpA.
JlocTuixeHre ITOCTOSHHOTO 3HAYEHWS CHJIbI TOKA B
[eNyd aMIIePOMETPUYECKOH YCTAHOBKH CBUIETENb-
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CTBOBAJIO O TOJHOTE TPOTEKAHHUS PEAKIMH. 3aTeM
BCIIOMOTATEIbHBIM PACTBOP BHOBH IIPOAYBAJIH BO3-
IyxoM B TedeHue 1 — 2 MuH, 06IyIagu CBETOM U U3-
MepAnu BpeMs, Heo6XOmMMOe I BOCIIOIHEHHUS
yObLTH THUTpaHTa B sgueiike. [lna mpoBemeHusa mo-
CIIEAYIONIUX OIIPEeNeIeHUN PacTBOP, HAXOMAITHUHUCA
B A4eliKe g (DOTOXUMHIECKOTO TUTPOBAHWUA, BHOBb
obiydanu CBETOM, T€HEepHpys THTPAHT 0 €ro Io-
poroBoro 3HaueHusa. OOWH W TOT Ke IOIJIOTHU-
TEJIbHBIH PACTBOP MO3BoygeT mpoBoauTh 10 — 20
orpeJieIeHuH.
Copepsxanne HIMI' (Mr/n) paccyuTbIBAIH IO
dopmymam:
x L n MMMV,
2V,

a

(10 U3MEHEHUIO CUJIBI TOKA B 1IN aMIIepoMeTpude-
CKOM YyCTaHOBKH),
. x ATMV,

2V,

a

X

(mo BpemeHHW reHepanuu TuTpaHTta), rme Ll.o. —
IleHa [eJIeHus yCTaHOBKH, paCCYNTaHHAA 110 BpeMe-
uHu reneparuu (5,33 - 1077 MMonb/c) U HM3MEHEHHIO
cunel Toka (6,67 - 107 MmMonb/MKA) COOTBETCTBEH-
HO; AAl, AT — u3MeHeHHe Cuibl TOKa (MKA) U Bpe-
MeHHU TeHepaluu TUTPaHTa (C) COOTBETCTBEHHO C
y4eToM KOHTPOJIBHOTO ombiTa; M — MongpHas mac-
ca HIMTI', 60,1 r/moinb; V, — 06beM MePHOH KOJIObI,
wmi; V, — 00beM aTUKBOTHOHN YacTH, MII.

O6cy:xaenue pe3yabTaTOB

UyBCTBUTENBHOCTD OITPEIEIeH!s BOCCTAHOBUTE-
sel (POTOXUMHUUECKHUM METOIOM B TIEPBYIO OYepeib
3aBHUCUT OT YCJIOBHUU (DOTOTEHEpAlMu TUTPAHTA, a
MMEHHO, KHCJIOTHOCTHA PACTBOPA M IPHUPOJABI CEHCH-
ommsaropa.

Bausnue npupodwvt cencubunusamopa. B cBsasu
C TeM, 4TO CKOPOCTb FeHEePUPOBAHUSA TUTPAHTA TIPU
3aJaHHOM WHTEHCHUBHOCTH OOJIyUeHHS 3aBHCHUT

Ta6auna 1. Kuneruka dororeneparuu ioga (n = 4)
Table 1. Kinetics of iodine photogeneration (n = 4)

I1.1. - 104, Mmmos/c

4 5 6 7 8 9 10 pH

3aBHUCHUMOCTh CKOPOCTH (DOTOTEHEpAIlMK Hoaa OT KHUCIOTHO-
CTH pacTBopa

The dependence of the iodine photogeneration rate on the
solution acidity

TOJBKO OT KOJIMYECTBA IIOTJIOIAEMOT0 CEeHCHUOMIH-
3aTopoMm csera [21], yBenuuenre nuamnasoHa IOTJIO-
[[EHUs, [OCTUTaeMoe TMPUMEHEHHEM COOTBETCTBY-
IOII[ETO KPAaCHUTeJNs, MO3BOJIsSEeT U3MEHSITh CKOPOCTD
dororeneparuu TUTPAHTA H, CIEIOBATEIBHO, PEry-
JIMPOBATHh YYBCTBUTEIBHOCTH OMPENEIeHUs BOCCTA-
HOBUTENA. KuHerwky doToreHepanuu THTPAHTA
M3yJaad B IPUCYTCTBUM D03MHATA HATPUS, AypPaMu-
Ha U (IyopeciienHa, a Takke ux cmeceit. CorsacHo
MIOJIyYEeHHBIM pesyiabrataMm (tabi. 1) mpumeHeHume
cMecH CeHCHOMIM3ATOPOB (PO3WMHATA HATPWS, aypa-
MUHA U (PIyopeciiernHa B MOJSAPHOM COOTHOIIEHHUH
1:1:1) mo3BOJISET YyBEIHWYUTH CKOPOCTH TeHepaIluu
TUTPAHTA TPAKTUIECKU BIBOE, YTO, BEPOATHO, CBI-
3aHO C PaCIIMpPEeHNeM [UaNa30Ha MOTJIOIeHHU .
Bausnue pH. Cornacuo nanabiM pab6orsr [21] B
vHTepBasie 3HadeHud pH 5 — 9 cropocts ororene-
pamuu #oma MOCTOSHHA W HE 3aBHCUT OT KUCJIOT-
HOoCcTH pactBopa. OJHAKO B COOTBETCTBHHU C JAHHBI-
Mu Tabs. 1 mocTosHHOe 3HAYEeHUEe CKOPOCTH HAOJIIo-
naerca npu pH 5 - 7 (pucynok). Jlanpuetinee yBe-
JUYeHWe KHCIOTHOCTH PACTBOPA COMPOBOKIAETCA
YMEHBIIIEHHEM CKOPOCTH (DOTOT€HEepaIl|H, dYTo,
CKOpee BCEero, CBA3AHO C AUCIIPOTIOPIIHOHUPOBAHUEM
obpasyrorierocsi TUTpaHTa. B ¢BI3u ¢ 9TvM ompe/e-
neane HIMI' mposomunu mpu pH 6,0. Ilockonbky

CxopocTb resepanuu TuTpanTa, 11.a. - 10%, mmons/c, mpu pH

CencubunuzaTop
4,0 5,0 6,0 7,0 8,0 9,0 10,0
1 2,22 2,53 2,51 2,47 1,72 1,07 0,42
2 2,07 2,29 2,32 2,27 1,59 0,94 0,30
3 2,25 2,41 2,40 2,45 1,75 1,10 1,45
1+2 3,90 4,11 4,15 4,10 3,41 2,76 2,10
1+3 3,80 4,02 3,98 4,00 3,29 2,65 2,00
2+3 3,90 4,05 4,01 4,09 3,40 2,75 2,10
1+2+3 5,07 5,31 5,33 5,30 4,57 3,91 3,25

IIpumeuanne. Cencubunauzarop: 1 — s03uHAT HATPHUS; 2 — (IIYyOpECIenH; 3 — aypaMuH.
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MpeIJIOKeHHAS METOJHKA TIIO3BOJSET OIpPEeNeNaTh
HIMI" kak mo BpemeHu remepaiiuu Turpanta (AT,
¢), Tak U II0 U3MEHEeHMIO CUJIBbI TOKa B eIl aMIIepo-
MeTpuyeckoy ycraHoBku (AAI, MkA), paccumranu
II.1. mo AAI ipu pH 6 (6,67 - 10~ MmMonb/MEA).

Hccnedosanue mexanusma e3aumodeticmeus
HIIMI' ¢ hpomozenepuposarnrwvim tiodom. B cesasu ¢
teMm, uto H/IMI' nerxko oxucisercs KHUCIOPOIOM MU
IPYTUMU TPUPOIHBIMEU OKHCIUTEIAMH C 00pasoBa-
HHEM IIeJIoro psga BeiecTB [22, 23], Mo:KHO mpes-
MIOJIOKUTH BO3MOKHOCTH €r0 TPaHC(OPMAIINY U TIOJ
netictBueM ¢poToreHepupoBanHoro ioga. Ha ocuo-
BaHHUU PE3yIbTAaTOB (POTOXUMUIECKOTO TUTPOBAHUSI
MOIENbHBIX cucTeM (Tabsa.2), coriiacHO KOTOPBIM
AHAJUT B3aHUMOMEHCTBYET C TUTPAHTOM B MOJISIPHOM
COOTHOIIIeHUU 1:2, MpeanoIoKUIN BO3MOKHBIN Me-
xauusm oxuciaenus HJIMI™:

(CH3),N-NH, + 2I, + H,0 -
> (CHy),N-N=0 + 4HIL

ILJIH IIOATBEPHKIACHUA OTCYTCTBUA CHUCTEeMaTu4e-
CKOH OIIMOKM IIpejiaraeMod METOIUKU HCIIOIb30-
BaJId METOJI «BBeIeHO-HaimeHo» (Tadiu. 3). CorracHo
JAHHBIM Ta0J. 3 MOIyYeHHbIE Pe3ylIbTAThI COIrIaCy-
IOTCS MKy cOO0H U C pesysjbTaraMu apOuTPaKHO-
ro metozga (I'X).

Merponoruueckre XapaKTePUCTHKH  IIPEIJIo-
JKEeHHOM MeTOIWKM IpHBemeHbl B Tabia. 4. M3 pac-
CUMTAHHBIX 3HAYEHWH IPEeOB OO0HApPY:KEHUd U
OIpeje/leHus. BUIHO, YTO METOSHKA He I103BOJISET
oupenensts HIIMI' Ha yposue II[IK, mosTromy ms
MIOBBIIIEHUS YYBCTBUTEIHLHOCTH U CEJIEKTHBHOCTH
ompesieieHUA HEOOXOIWMO IIPOBEIEHUE OTOJHH-
TEJILHOH IIPOOOIIOATOTOBKH.

Onpedenenue HIIMI' 6 nouse. AmanusupoBain
nBa obpasia mouBbl: oOpaser; 1 (doHOBBIHi), OTO-
Opauubiii Becuoit 2019 r. B paiiome ropoma Axry-
Oouncka AcrpaxaHcCKo# 00i., u obpaser 2 (3arpss-
wenubiii HJIMI'), orobpanubiii ¢ ObIBIIETO MecTa
JIUCIOKAIIAY BOMHCKON 4YacTH OMHOBPEMEHHO ¢ 00-
pasmom 1.

Ot160op mpo6 OCYIIECTBISIN COTJIACHO PEKOMEH-
narmuam ['OCT 17.4.4.02-2017. O6pasipl cymmim
[IpY KOMHATHOM TeMIIeparype Ha BO3[IyXe B TeUeHHe
IIBYX JHEMH, BIAKHOCTH BO3YIIIHO-CyXOTO IIpenapara
cocraBmuia 11,8 % (BIaKHOCTb MCXOTHOTO ChIPbA —
98 %) [24].

B maBecky moussr maccout 10,0 r BHOCHIH 5,0 T
OKCHa Kanblluad u mnepeMmemwBanu. lloaydeHubrit
obpazerr obOpabareiBasu 40,0 MiI  TUANTH30BAHHOM
Bombl. [l yBenwdeHUA CTEIEHW W3BICYEHUS
HIMI' nomy4yeHHy0 CyCIIeH3UI0 HATpPeBalId B TeUe-
ure 7 mud npu 90 °C, mocie yero BBoguau 1,0 mi

Ta6auma 2. Pesynprars! poroxumuueckoro onpenenenus HIIMI (n = 6)
Table 2. The results of photochemical determination of UDMH (n = 6)

Beexeno HAML AAT, MEA ny, - 109, Mmome 7y gy AT, c ny, - 109, Mmome 7y gy
MKT - 109, MmoTB
0,20 3,33 9,5 6,34 1,9:1,0 12,0 6,40 1,9:1,0
0,30 4,99 14,5 9,67 1,9:1,0 18,0 9,59 1,9:1,0
0,40 6,66 19,5 13,01 1,9:1,0 24,0 12,79 1,9:1,0
0,50 8,32 24,5 16,34 2,0:1,0 31,0 16,52 2,0:1,0
Ta6auma 3. Pesymnbsrars: onpenenenns HIMI' B MogenbHOM crcTeMe METOOM «BBEIEHO — HAUIEHO»
Table 3. The results of UDMH determination in a model system using spiked test
Haiineno HIIMTI
OTOXHMHUYECKHU
B e M oo TX YT
MET/MJI % MET/MJI % MET/MJI %
0,50 0,05 0,54 98,2 0,55 98,2 0,55 98,2
0,10 0,60 100,0 0,60 100,0 0,59 98,2
0,55 0,05 0,60 100,0 0,59 98,3 0,60 100,0
0,10 0,64 98,5 0,64 98,5 0,65 100,0
0,60 0,05 0,65 100,0 0,65 100,0 0,65 100,0
0,10 0,70 100,0 0,70 100,0 0,70 100,0

Merpoorndeckue xapakTepPUCTH-

Ku MeTonoB oupenenenus HIMI Ax = 3,07 %; 0 = 3,05

X =99,45; S; = 0,3412;

X =99,22; S; = 0,3543;
Ax = 3,19 %; 0 = 3,17

X = 99,40; S; = 0,3794;
Ax = 3,41 %;0 = 3,39

IIpumeuanune. ¢ — HanboIee BepOSTHAS IOTPEIIHOCTh aHanusa upu P = 0,98 u f = 5.
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pacreopa H3;PO, (p = 1,70 r/mu) u oTdHUIBTPOBHI-
BaJH, KOJIWIECTBEHHO EePEBO/I PACTBOP B MEPHYIO
o0y Ha 50 mu. s ycTpaHeHuA BINSHUSI MaTPH-
bl K IIOJIy9YeHHOMY pactBopy mobarmsamu 20,0 mi
0,04 M pacrBopa NaOH u oTroHsniu B IpHEMHUK,
comepaxammit 2,0 M 0,10 M pacrsopa H,SO, [22].
IIpomykTr, coOpaHHBIH B HHTEPBAJIE TEMIIEPATYP
63 — 65 °C, KOJUYECTBEHHO IMEPEHOCUIN B MEPHYIO
Koa0y Ha 25,0 M7 1 moBOAMIN 00BEM pacTBOpa AUa-
JIU30BAaHHOM BOJOM 710 MeTKH (pabounii pacTBop).

[IpenBapurensuo B s9elKy M (POTOXMMEITIE-
crkoro tutpoBauusa nomemanu 40,0 ma 0,05 M pac-
TBOpa Moxuna kamud, 10,0 ma 10 %-HOoro pacTtBOpa
sosunHara Harpusd u 20,0 mur amerarHoro 6ydepHoro
pacreopa (pH 6). Iloxyuennyo cmech mpomyBasu
BO3IyXOM U OOJIy4asid CBETOM B TeueHue 1 — 2 MUH,
reHepUpysd THUTPAHT €O CKopoctbio 3,20 - 1075
MMOJIB/MHH [0 €ro comep:xanus 3,28 - 10° mmonn
(moporosoe sHauenue). Cogepskanre TUTPAHTA B CO-
Cylle KOHTPOJIHUPOBAIH BOJIHTAMIIEPOMETPUYIECKU IO
W3MEHEHUIO CHJIbI TOKA B IIEII aMIIEPOMETPUIECKOH
ycranoBku. Ilocne mocTm:keHHMA HMOPOTOBOTO 3HAYE-
HUA B A4ediky BBommau 5,0 M pabouero pacrsopa,
(urcupys mpu STOM H3MEHEHHEe MOKA3aHWH Tallb-
BaHoMmerpa. JlocTuiKeHHe MOCTOSTHHOM CHJIBI TOKA
B IIeIIX aMIIePOMETPUIECKOH YCTAHOBKU CBUETENh-
CTBOBAJIO O TOJHOTE MPOTEKAHHUS PEAKIMH. 3aTeM
BCIIOMOTATEIbHBINA PACTBOP BHOBB IIPOAYBATIH BO3-
IyXoM B TedeHne 1 — 2 MuH, 00JIyJayr CBETOM U W3-
Mepsaad BpeMs, Heo0XOZuMOe i BOCIIOJIHEHUS

yObLTH THTpaHTa B Adeiike. lljd mpoBemeHus mo-
CIIEAYIONIUX OIIPEeNeIeHUN PacTBOP, HAXOMAIIHUHUCA
B TYEHKe IJIA d)OTOXI/IMI/I‘-IeCKOI‘O TUTPOBaHUA, BHOBb
00JIy4aay CBETOM, FeHEePUPYS TUTPAHT JI0 €ro IIopo-
rosoro 3Hayenus. OQUH ¥ TOT K€ IOTJIOTHUTEIbHBIH
pactBop mo3BoisieTr mpoBoguTh 10— 20 ompene-
JIEHUH.

Copmep:xaune HIIMI' (Mr/kr) paccuymThIBAIN II0

dopmymam:

- n AATMY,
C2m(1-W)V,

(10 UBMEHEHUIO CUJIbI TOKA B IEIIH aMIlepoMeTpuye-
CKOM YyCTAHOBKH);

5. LnatMy,
2m(1-W)V,

(mo BpemeHu reHeparuu Tutrpanra), rme Ll.g. —
IleHa JIelIeHusl YCTAHOBKH, PACCYUTAHHAA 10 BpeMe-
uu remeparuu (5,33 - 1077 MMoIb/C) ¥ HU3MEHEHHUIO
cunbl ToKa (6,67 - 1077 MMOIB/MKA) COOTBETCTBEH-
HO; AAI, AT — u3MeHeHUe CHUJIbI TOKa (MKA) u Bpe-
MeHHU TeHepalruu TUTpaHTa (C) COOTBETCTBEHHO C
y4eToM KOHTPOJBHOTO ombiTa, MEA/c; M — Moisap-
mas macca HJIMI, 60,1 r/mons; V, — o0bem mep-
HOI K0JI0b1, MJ; V, — 00beM aJTHKBOTHOHN YaCTH, M,
W — wmaccoBas fgona Biaru; m — Macca HABECKH
MTOYBBI, KI.

Ta6auna 4. MeTposormyeckuie XapakTepPUCTUKN METOAUKH PhOoTOXuMuUIecKoro onpenenenus HIIMD
Table 4. The metrological characteristics of the photochemical technique for UDMH determination

ITapamerp

JIuHeHHbIN AUHAMUYECKUH [UATIa30H, MKT/MJI
YpaBHeHNEe rpalyiPOBOYHOM XaPaKTEePUCTUKU Y = ax + b
R

JlnanasoH ompeensieMbIX COIePKAHNM, MKT/MJI

TIpenen onpenenerus, MKT/MIT

IIpenen obHapysKeHMs, MKT/MJI

ITo AAT Ilo At
0,25 -2,00
y = 24,995x - 0,0321 y =31,19x + 0,0357
1,000 1,000
0,10 - 2,00
1,62
0,49

Ta6auma 5. Pesynwrarsr onpenenenus HIMI B mouse (n = 7; P = 0,95)
Table 5. The results of UDMH determination in soils (n = 7; P = 0.95)

Haiineno, Mr/kr

Tlo6asxa, doroxuMudeckn
O6pasen MT/KT INN; o merozxom I'X [12]

m o+ Am S,, % m o+ Am S,, % m o+ A S,, %

1 0,00 — — — — 0,014 = 0,001 7,14
0,02 0,033 = 0,003 9,09 0,032 = 0,003 9,38 0,030 = 0,001 3,33

0,04 0,053 = 0,003 5,66 0,048 = 0,003 6,25 0,049 = 0,001 2,04

2 0,00 0,120 = 0,004 3,33 0,123 = 0,004 3,25 0,118 + 0,002 1,69
0,02 0,134 + 0,004 2,99 0,139 + 0,004 2,88 0,139 + 0,002 1,44

0,04 0,160 = 0,004 2,50 0,160 = 0,004 2,50 0,158 + 0,002 1,27
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Ta6mauua 6. Pesymwprars: onpenenenus HIIMI' B npupoaHoit moBepxHocTHOH Boge (n = 7; P = 0,95)
Table 6. The results of UDMH determination in natural surface water (n = 7; P = 0.95)

Haiigeno, Mmkr/n

Tlo6aBxka, doroxumuueckn
O6pasert MEL/T INN; = meromom I'X [12]

m o+ Am S.,% m o+ Am S., % m o+ Am S.,%
1 0,00 — — — — 0,094 + 0,004 4,26
0,20 0,301 = 0,012 3,99 0,296 + 0,012 4,05 0,290 + 0,007 2,41

0,40 0,481 = 0,013 2,70 0,048 = 0,003 6,25 — —

2 0,00 — — — — 0,056 = 0,002 3,57
0,20 0,251 = 0,010 3,98 0,248 + 0,010 4,03 0,250 = 0,007 2,80

0,40 0,451 = 0,013 2,88 0,440 = 0,013 2,96 — —

IIpaBuabHOCTD MOJYYEHHBIX PE3YIbBTATOB KOH-
TPOJHUPOBAIN METOJOM «BBEIEHO — HAWJeHO» U Ta-
soxpomarorpaduueckum meromom [12]. PesymbraTs:
ompeesieHus ocTaTouHbIX Koaudects HIIMI' B mou-
Be IpeJICTaBlIeHbI B Ta0II. 5.

ConepsxaHus TOKCHYHOTO XUMUYIECKOTO KOHTA-
MWHAHTA, OIpeeJeHHbIe II0 BPEMEHH TeHepaluu
TUTPAHTA U HU3MEHEHHUIO CHJIbI TOKA, COTJIACYIOTCA
MeKIy cOo0O0H, a TaKKe C pesyJbTaTaMu apOuTpask-
unoro meroga (I'X). HecmoTps ma To uTo BTOPOI 00-
paser] 6bLT 0TOOpPAH C TEPPUTOPUHU OBIBIIIEH BOWH-
CKO¥ 9aCTH CIIyCTs IO TIociie ee Pac)OPMHUPOBAHUS,
HatinenHnoe comepskauue HJ[MI' npesrimraer peria-
MeHTHpYeMoe B 1,2 pasa.

Onpedenernue HIIMI 6 sode. IIpobbr BogbI 0TOM-
panu Becuo# 2019 r. cormacao P 52.24.353-2012
[25] ¢ nmeBoro Gepera epuka Ilocremka B 2 KM OT
r. 3uamencka (ob6pasern 1) u p. AXTy6sr B 1 KM OT
r. Axtybuncka (obpaser 2). [l ycrpaneHus BiIus-
HHSA MaTPUIbl B UccaeayeMoi mpobe oovemom 1,0 i
pacrBopstmu 650,0 r NaOH wu orrousnum B mpuem-
HuK, comep:xammit 2,0 ma 0,50 M pacreopa HySO,
[22]. IIpomykT, cobpaHHbIl B MHTEpPBAIE TeMIIepa-
Typ 63 — 65 °C, KOJIMYeCTBEHHO IIEPEeBOIUIN B Mep-
HyT0 KosOy Ha 25,0 Mu1 u moBoamIM 06bEM PacTBOpPaA
OUATU30BAHHOH BOMOH 10 MeTkKH (paboumii pac-
tB0p). [anbueiiniee onpenenenne HJIMI' npososu-
JIU II0 OIIMCAHHOH BBIIIIE METOIUKE.

Copmep:xaune HIMI' (MEr/m) paccuuTbIBaan 110

dopmymam:

1L p AAIMV, -1073 I x AAIMV, - 1073
2V, Vi 2:1-V,

X

(110 U3MEHEHHIO CHJIBI TOKA);

5 _LLaATMV, 1108 1Lz ATMV, 1078
2V, V, 21V,

(10 BpeMeHM reHepaIuu THUTpaHTa), rae V,, — 00b-
eM Ipo0ObI BOABL, .

IIpaBuabHOCTD MOMYyYEHHBIX PE3YAbBTATOB KOH-
TPOJUPOBAIHN METOMIOM «BBEJEHO-HAUIEHO» U Tra3o0-
xpomarorpadgudeckum Mmetoxom [12]. Pesyabrarsl
ompenenieHusa ocTratroyHbix Kommaects HIMI' B mpu-
POIHOM TIIOBEPXHOCTHOM BOJle IIPE/ICTABIEHBLI B
Tabm. 6.

Ha ocmoBanmu nmanabIXx TabI. 6 BCe HaAIeH-
uele comepskauusa HIIMI' cornacyrorcs mesxmay co-
60i1; 06a o6pasiia COOTBETCTBYIOT CAHUTAPHO-3IIH]IE-
MHOJIOTHYECKUM HOpMaM, periaameHTupyeMbiM ['H
2.1.5.689-98.

3axaroueHue

Takum obpasom, paspaborana (POTOXUMH-
yeckas Meromguka onpemenenus HJIMI', ocHoBam-
Haf HA TUTPOBAHWH aHAIUTA (POTOTEeHEPHPOBAH-
HBIM HozmoM. MeTomuka mpocTa B BBIIIOJTHEHUHU U HE
TpebyeT moporocrosinero obopyrosanus. IloBbicuThb
YyBCTBUTEJIHHOCTh M YCTPAHUTH MEIAollee BIIWd-
HHE CII0KHOM MAaTPHUIILI ITO3BOJAET IIPEIBAPUTENh-
HOe KOHI[EHTPUPOBaHMe MOABIKHBIX opm HIIMI
IIyTeM OTTOHKH C BOAAHBIM It1apoM B cpene 40 %-
HOTO pacTBopa ruaporcuaa Harpusa. Paspaborannas
MEeTOIUKa yMOBIETBOPAET MapaMerpaM BaIuJaluu
II0 TAKUM IIOKa3aTelAM, KAk JIMHEWHOCTb, IIPEIlH-
3MOHHOCTH, IPABUJIHLHOCTD, ¥ MOKET OBITH PEKOMEH-
moBaHa, misa omnpenenenus HIIMI' B miob6oit KoH-
TPOJIbHO-aHATUTHIECKOH Ta00PATOPHH.
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IIpencraBien 0630p GECKOHTAKTHBIX METOIOB OIIPENETIEHHI IIOBEPXHOCTHOTO HATSKEHUA JKHU/I-
rocreii. [Iposemen ananus gpusuaecknx 9eKToB, MOI0KEHHBIX B UX 0CHOBY. OTMEUeHbI 10CTO-
WHCTBA, HEIOCTATKY, BO3MOKHbBIE [HUATIA30HBI U3MepeHwui u cdepbl IpUMeHeHUsT GECKOHTAKT-
HBIX METO/IOB. PaccMOTpeHbI IacCHBHBIE METO/BI, He TPEOYIOIIHe CTHMYJISAIUN 00beKTa H3Mepe-
HUs, U aKTHUBHBIE, [IPH PEATU3AINH KOTOPBIX HA JKUIAKOCTh OKA3BIBAETCA TO WM HHOE BO3-
nericreue. [Ipu anaamse METOIOB HA OCHOBE KAMJIIPHBIX BOJIH, IIPUMEHIEMbIX JIJIS UCCIIeI0Ba-
HUS CBOMCTB I0BEPXHOCTHO-AKTUBHBIX BEIIIECTB, OMMCAHBI JIIEKTPUIECKUE, SIIeKTPOMATHUTHbIE,
aKyCTHYeCKHe, CTPYHHbIE U MeXaHWYEeCKUe CIIOCOObI BO3OY:KIEHWA KANWUIAPHBIX BOMH. Pac-
CMOTpPEHBI MEeTOIbI, 0asuUpyIOIIMecs HA IPOIeccaX B KOJIEOIOIIeics Wi Bpallarolleics
JIEBUTHPYIOIIEH Karie JKUAKOCTH (GeCKOHTeHHepHbIe METO/IbI), HCIOIb3yeMble IIPU UCCIe0Ba-
HHUU CBOHCTB paciiiaBoB. I[prBemeHbl METOIBI HA OCHOBE JIOKAIBHO Ted)opMAaIiiK [IOBEPXHOCTH
SKHIKOCTH BJIEKTPUYIECKHM I10JIeM, aKyCTUIECKUM UMILYJILCOM M Ta30Boi crpyeit. ITlokasano, 4To
IUIA CTAHJAPTHBIX Ja00pATOPHBIX YCIOBUH HAWO0Iee EePCIeKTUBHbI a9POANHAMUIECKIE MEeTO-
IIbI, OCHOBAHHBIE Ha iehopMalivivl TIOBEPXHOCTH KOHTPOIUPYEMOI JKUIKOCTH CTpyel rasa. OTMe-
YeHo, 4TO GQCKOHTeﬁHepHLIe METObI CIeiyeT IIPUMEHATH B YCIIOBUAX HEBECOMOCTH, METOAbI HA
OCHOBe KAITWJUIIPHBIX BOJIH U 1e(DOPMAIIIH TIOBEPXHOCTH KUIKOCTH C(POKYCHUPOBAHHBIM aKyCTH-
YECKUM HMILYJIECOM — B CIIydae HEeBABKHX KuAKocTed. MeToqbl Ha OCHOBE 3JIEKTPHIECKOH Jie-
hopmarru I0BEPXHOCTH KOHTPOIUPYEMOM JKUTKOCTH UMEIOT OTPaHNYEHHE 10 TONIIIHUHE €€ CIIOd,
CPaBHUTENBHO BBICOKYIO UyBCTBHUTEILHOCTD K €€ IIOTHOCTH U AMIIEKTPHYIECKOH IIPOHHUIIAeMO-
CTH, a TaKKe PALY APYTHUX HEKOHTPOIUPYEMBIX (pakTopoB. OTMEUEHO TaKiKe, YTO a9pOHHAMU-
YeCKUH OECKOHTAKTHBIA METO[ OIIPeIeseHUs IIOBEPXHOCTHOIO HATSIKEHHUS XapPaKTePU3YeTCs
HU3KOM 4yBCTBUTEIbHOCTHIO K IUIOTHOCTH M BSI3KOCTH KOHTPOJIUpPyeMoi :xuakoctu. [Ipencras-
JIEHHBINA 0030p GECKOHTAKTHBIX CIIOCOOOB OIPEETIEeHNs TOBEPXHOCTHOTO HATIKEHUS [T03BOIUT
BBIOpPATH METO[], HAMILYYIIIIM 00Pa30M ITOAXOAAIINIH /I PEIIeHHs KOHKPETHOU N3MEPUTEIbHOM
3a/auu.

KaroueBsie cioBa: GecKOHTEHHEPHBIE METOABI; HAedopMAaIUs MOBEPXHOCTH; KATMLISIPHAS
BOJIHA; JIEBUTHUPYIOIIAA KAILI; CTPyd rasa; TeIIOBble KoIeOaHus.
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A review of non-contact methods for determining the surface tension of liquids along with analysis of the
physical effects underlying them is presented. A review of non-contact methods for determining the sur-
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BBenenmne

HOBerHOCTHOB HaTdKeHue DKI/I,Z[KOCTefI orpene-

face tension of liquids along with analysis of the physical effects underlying them is presented. The advan-
tages, disadvantages, possible ranges of measurements and scope of non-contact methods are discussed.
Passive methods do not require any stimulation of the measurement object whereas active methods, when
implemented, affect the liquid under study. Electrical, electromagnetic, acoustic, jet, and mechanical
methods used for excitation of capillary waves are described in analysis of the methods based on capillary
waves intended to study the properties of surface-active substances. We also considered methods based on
the processes occurred in an oscillating or rotating levitating drop of liquid (containerless technology) used
to study the properties of melts and methods based on local deformation of the liquid surface by the elec-
tric field, acoustic pulse, and gas jet. It is shown that aerodynamic methods based on deformation of the
liquid surface under control by a gas stream are the most promising for standard laboratory conditions. It
is noted that containerless methods should be used in zero gravity tests, whereas the methods based on
capillary waves or deformation of the liquid surface with a focused acoustic pulse appeared useful in test-
ing inviscid liquids. Methods based on electrical deformation of the liquid surface under control are limited
with the thickness of the liquid layer, relatively high sensitivity to the density and dielectric constant of
the liquid, and some other uncontrolled factors. It was also noted that aerodynamic non-contact method of
the surface tension determination is characterized by low sensitivity to the density and viscosity of the
controlled liquid. The presented review of non-contact methods of the surface tension determination pro-
vides optimal choice of the method most suited for solving specific measurement problems.

Keywords: containerless technology; capillary wave; contactless; deformation of the surface; levitated
drop; gas jet; thermal vibrations.

rMiopa) TpebyooT IIPUMEHEHHS COOTBETCTBYIOIIUX
IIOZXO0B IPU OIPEIeIeHUH HOBEPXHOCTHOIO HATS-
skenus [2, 3]. Mcnonb3oBaHue TPagUITMOHHBIX KOH-

JISeTCs CBOMCTBAMH TOHKOTO CJIOS MOJIEKYJ Ha rpa-
Hulle paszaesna ¢as U B 3HAYUTEIbHOU CTEIIeHN 3aBH-
CHUT OT 3arpsa3HeHUH, BbICTYHAIIUX B POJIU IOBEPX-
HocTHO-akTuUBHBIX BellecTB (ITAB). B ocobernocTtu
9TO XapaKTepPHO [IJI PaCIJIABOB METAJIJIOB, KOHTAKT
KOTOPBIX TOYTH C JIIOOBIM BeEI[eCTBOM IIPHUBOIUT K
YMEHBIIIEHHUIO I0BEPXHOCTHOTO HaTs:KeHusd [1].
ChoernuajbHO IIOJ[y4eHHbIe HA IIOBEPXHOCTH
skuaroctu wienkun [IAB (mampumep, mnenka Jlen-

TaKTHBIX METOJOB B TAKHUX CUCTEMaX MOJKET IIPpHUBeEC-
TH K IIOABJIECHHNIO METOOUYIECKUX HOTpeIHHOCTEﬁ, asB
ciIlyyae BA3SKHX KHUIKOCTEH — ellle U K HelpHeMJie-
MBIM BpE€MEHHBIM 3aTpaTraM.

Ilenp paborel — 0030p GECKOHTAKTHBIX METO-
0B orpenejieHusdaA IIOBEPXHOCTHOIO HAaTAXKEeHUI
SKUIKOCTEH.

BeckoHTakTHRIE MET 0JThI HBMBPEHHﬁ
HOBEPXHOCTHOIO HAISDHKEH HA

Hannune

CTHMYJIALHH ITaccuBHbE AKTHBHBIE

Bosneficraylomuit MaruutHoe DnekTpHYECKOe AKyCTHYECKHE LloTok rasa MexaHHYeCcKHe
ihaxTop noJe mnoJe BOJIHBI konefaHug cocyaa
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Puc. 1. Knaccuduranus 6eCKOHTAKTHBIX METOIOB OIPEIEIeHHS TOBEPXHOCTHOTO HATSKEHHUS

Fig. 1. Classification of non-contact methods of measuring the surface tension of liquids



«3aBoackasda maboparopusa. [[marnocruka marepuaiaos». 2020. Tom 86. Ne 4 31

Kaaccudukanusa 6eCKOHTAKTHBIX METOIOB

IloBepxHOCTHOE HATSIIKEHHE OIPEIENSIIOT KaK
IIPU IIOMOIIY BO3AEHCTBHSA HA KOHTPOJIUPYEMYIO
SKMIKOCTh (CTUMYJISAIUA OOBEKTa), Tak U 0e3 Hero,
II03TOMY IIPUMEHsIeMble 0ECKOHTAKTHBIE METO/IbI OTI-
permeieHus MOKHO Pas[geNuTh Ha aKTUBHBIE W IIac-
cupHble. OTMETHM, YTO CTUMYJIANUA 00 bEKTa — CTa-
THYECKOEe WM IUHAMUYECKOe H3MeHeHHe (opMbI
MTOBEPXHOCTH KUIKOCTH, IIPU KOTOPOM IIPOSBIIAETCS
JIEHCTBHE IOBEPXHOCTHOIO HATIKEHUA.

s xknaccuduramuy 06€CKOHTAKTHBIX METOIOB
(puc. 1) wcHonb3OBANIM  CIEAYIOIHAEe IPU3HAKHA
[4-17]:

HaJIUIUEe CTUMYJISAINUN (IIACCHBHbBIE WM AKTHB-
HBIE METOJbI);

daxTop, BO3EUCTBYIOINHA HA JKHUIKOCTD;

PeakKIus JKUIKOCTH HA BO3IEHCTBIE;

rmapameTp, UCII0Ib3yeMbIH IJIs OIpPeae/IeHus UC-
KOMOM BEJIHMYHHBI.

MeTOI[bI HA OCHOBE€ KAaIIWLVIAPHBIX BOJIH

KanunnsapupiMu HAsbIBAIOT BOJHBI, CBOMCTBA
KOTOPBIX OIPeAeIaloTCd B OCHOBHOM IIOBEPXHOCT-
HBIM HaTSKEHHEM, a He cuiaol Taxectu. HezaBucu-
MO OT crocoba TeHepamuy KanuIAPHBIX BOJH Ha
IIOBEPXHOCTH JKUJAKOCTH WX OCHOBHBIE IapamMeTphl
CBSI3aHbI TUCIIEPCUOHHBIM COOTHOIIIEHUEM

pw? = ok3 + pgk, (1)

rfe p — IUIOTHOCTH KUAKOCTH; () — YIJIOBAsA 4acTo-
Ta KoJiebaHui IOBEPXHOCTH KUIKOCTH; 0 — II0BEPX-
HOCTHOE HATI/KEeHHWE; ¢ — YCKOPEeHHEe CBOOOIHOTO
magenusd; k = 2r/A — BosxHOBOE Ymcio [8].
Ypasuenune (1) cmpaBeminBO, KOTHA TOJIIAHA
CIIOS AKUAKOCTH MHOTO OOJIBIIE JIUHBI BOMHBI A. Mu-
HUMAaJIbHAS [JINHA KAMWLISPHOM BOJHBI OIIPEIess-

ercs popMyIIoi
nE=2m [ 2)
¥

Hns Boger A* = 17 MM, ciemoBaTenbHO, IIPe0d-
jJajamliee BIUSHHE ITOBEPXHOCTHOTO HATIKEHU
Oyzmer HabIOIATHCA IIPU MEHBINEH IJINHE I'eHEepPH-
PYyeMO# BOJHBL.

Ilpu ymeHbIIEHUHN AIUHBL BOIHEL cliaraemoe ok?
ypaBHeHua (1) pesko Bo3pacraeT, YTO IIO3BOJSIET
mpeHe0pedsb BKJIAIOM CHUJIbI TSMKECTH W ONPEeIeNsaTh
IIOBEPXHOCTHOE HATIKEHNE 10 hopMyJie

213
c5=pf2)L . 3)
n

IIpu sTom yacrora f KonebaHwii, Kak MPABHUIIO,
u3BecTHA (9TO YaCTOTa reHepaTopa, CO3AA0IIero Ka-
IUJIAPHBIE BOJIHLI).

BsskocTs 1 skuarKocTH meMmdupyeT KojgeOaHUs
€€ IIOBEPXHOCTHU U IIPUBOOUT K 3aTYXaHHIO KaIlnJI-
napHbIX BoxH. Ha mpakture npu k? ~ 0,4wp/n Ha
PACCTOAHUM TPeX [JINH BOJIH WX AMIUIUTYAA YMEHb-
mraerca o 500 pas [9 — 12].

YMeHBIIUTL 3aTyXaHWe KANWUIIPHBIX BOJH
MOKHO, CHU3UB YACTOTy KOJIEOAHWU W YBEIWYUB
JJINHY BOJIHBI. O,E[HaKO MaKCUMAJIbHAA OJWHA BOJI-
HbI OTPAHWYEHA BIUSHUEM CHJIBI TsiKecTH. Tak, mis
JKUIKOCTH C ITapaMeTpamu, HanpuMep, 0 = 50 mH/m
u p = 1000 kr/M3, MUHUMAaNbHASA JIMHA KAIKAJLIAP-
HoOI BomHBI A* = 14 mMm. [Ipu stom ugacrora f cocra-
But ~10 I'u. IIpenebperas meificTBHeM CHIIBI TSIKe-
cru, npu k? = 0,3wp/1 MONIyduM BHIpAMKEHHE I
MaKCUMaJIbHON BA3KOCTHU

2
n*:0,33Lpz0,1 Ila - c. 4)
2nf

OueBuaHO, YTO TPHU OONIBINEH BABKOCTH KUIKO-
CTH MpuMeHeHue 0ECKOHTAKTHBIX METOMOB Ha OCHO-
Be KaNMLIAPHBIX BOJIH 3aTPYIHEHO.

HeszaBucumo oT uCmonb3oBaHUSA IS CTHMYJIA-
JERZN% 6erH_II/IX WA CTOAYHNX KAITWJIJIAPHBIX BOJIH OT-
JNeJIbHbIE JJIEMEHThbl HHUIKOCTH B IIOBEPXHOCTHOM
CJI0e COBepIIAIOT TOYTH KPYTOBBIE JBIKEHUI, a I0-
BEPXHOCTDH IIOTIEPEMEHHO PACTATHBAETCI U C/KMMa-
ercsi. OTH IIPOIeCChl O00YCAABIMBAIOT 3aTyXaHUe
BOJIH B YHCTBIX JKUAKOCTAX. B pacrBopax ITAB u Ha
MMOKPBITHIX IUIEHKON MMOBEPXHOCTAX, B KOTOPBIX IIe-
PEeXOfHbIe COCTOSTHUS HATSIKEHUSI U CXKATUS COIIPO-
BOXKIAOTCAI 3HAYUTEJIIBPHBIMU JIOKAJIBHBIMU H3MEHEe-
HHUAMHU IIOBEPXHOCTHOI'O HAaATIMKEHHUI N IIePEeHOCOM
BeIlleCTBA MEJKIY CIOSMHM, 3aTyXaHWe 3HAUUTEIHHO
6omnbie. [To xapakrepy M3MeHEeHHUs IapaMeTPOB Ka-
IIUJIAPHBIX BOJTH B 3aBHCHMOCTH OT 4aCTOThI, KPO-
M€ IIOBEPXHOCTHOI'O HaTAMKEHHUd, U3ydaloT IIOBEpPX-
HOCTHBIE peJIaKcaIrioOHHbIe IpoIecch [13].

Cpenu 6ECKOHTAKTHBIX METOJOB TOJBKO OCHO-
BaHHbIEe Ha KAITWJIAPHBIX BOJHAX IIPHU3HAHBI JUHA-
MHUYECKUMHU, T.e. MO3BOJIAIONMMUA HU3MEpPSTh JWHA-
Mudeckoe moBepxHOcTHoe HaTaxkeHue [13]. Iloato-
My HX OOBIYHO WCIIONB3YIOT [JIA HCCAETOBAHUA
cBoiicTB ToHKHUX IeHOK [TAB Ha moBepxHOCTH 3KU-
Ko cyodpaser [3, 8, 11, 12, 14, 15 - 17].

Uz (3) cenyer, uro asis ompeseneHus o He06Xo-
AUMO YYHUTBIBATH IINIOTHOCTH HHUIKOCTH p. HpI/I uc-
cneqoBannu cBoiictB IIAB mnoTHOCTD 3KUIKOHM Cy6-
aspr, KaK mPaBUIO, W3BECTHA, OTHAKO B O06IIEM
cllydae y4eT IUIOTHOCTH — HeIOCTATOK METOMOB Ha
OCHOB€ KallUWJIJIAPHBIX BOJIH.

Hawub6omee mpocroii crtocob Bo30y:KIeHNUs KATTHII-
JIAPHBIX BOJIH — MeXaHWYECKUe KOJIe0aHusI CoCyaa C
KOHTPOJIHUPYEMOH KHUAKOCThIO. KomebaHuWs MOryT
6BITB KaK BEpPTHURAJIbHBIMH, TaK WU TOPHU30HTAJIb-
HbIMH [14, 15]. IlockonbKy mpu TakoMm crocode Bo3-
OysxIeHns HeOOXOMUMO MOJIYIHUTb CTOSYHE BOJIHBI,
yacToTry Kosmebauwmii mpuxoxurcs MeHATH [18]. He-
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Puc. 2. Cxema 6ECKOHTAKTHOTO CTPYMHOTO YCTPOMCTBA IJIS
M3MEpEeHU ITOBEPXHOCTHOTO HATKEHNUA U BABKOCTHU JKUTKO-
cTeH 110 mapaMeTpaM KallWIIAPHBIX BOJIH: ] — €MKOCTh; 2 —
JKUIKOCTD; 3, 4 — CTpyHHBIE TPYOKU C PA3IUIHBIM PACCTOs-
HHEM MEJKIy COILTaMM; 5 — comia; 6 — OTONPUEMHUK; 7 —
WCTOYHHUEK CBeTa; 8, 9 — TPyOKU MUTAHUS

Fig. 2. Schematic representation of the non-contact device
for measurements of the surface tension and viscosity using
parameters of capillary waves: 1 — container; 2 — liquid; 3,
4 — jet tubes with different spacing between nozzles; 5 —
nozzles; 6 — photodetector; 7 — light source; 8, 9 — air
manifolds

IOCTATOK MEXaHM4IECKOI0 CII0c00a — CyIeCTBeHHbIe
TpyaHocTH (0OJIBIIME, YeM I APYTHX CII0COOOB)
pu BO30Y:KIeHUH KOIeOAHUH JKUIKOCTHA CO CPABHHU-
TeJIBHO BBICOKOH BsI3KocThIO (Oosee 0,05 Ila - ¢).

ANeKTpuYecKnii crnocob BO30OYKIEHUA KaIlwiI-
JIAPHBIX BOJIH 3aK/II0YAETCSI B IOAaYe HAIPSKEeHU,
MEHSIOIIErocs I10 TapMOHHYECKOMY 3aKOHy, Ha
DJIEKTPOJ, PACIIONIOMKEHHBIE Ha HEKOTopoM (He-
CKOJIBKO OeCATbIX MI/IJIJII/IMeTpa) pacCToaHuU OT IIO-
BEPXHOCTU JKHUIKOCTH, WMEIOIEH SIIeKTPUIEeCKU
KOHTAKT C 3a3eMJIAIONINM daeKTponoMm [3, 8, 11, 12,
19]. Ilom metficrBueM KonebaHUU HAUPSIKEHUA B
COTHH BOJIbT BO30Yy:KIAIOTCI KOJEOAHMS II0BEPXHO-
CTH aMILTUTYI0H B HECKOJIBKO MUKPOH [3, 8]. [locTo-
HMHCTBO CI0c00a — BO3MOKHOCTH €r0 HCIIOIb30Ba-
HHSI B CIyd4ae CPaBHUTEIBHO BBICOKOU BSI3KOCTHU
suakocty [11].

BeckoHTAKTHO KANWIAPHBIE BOJHBI MOKHO
BO30YIUTDH TAK:Ke C IIOMOINBIO AKyCTHYECKHUX KOJe-
Oanwuii u ra3oBbIx cTpyi [10, 16, 20].

B cimyuae rasoBmix cTpyi# BO30Y:KIeHWE BOJIH
OCYIIECTBIISIOT OMHOBPEMEHHON UMILYJIbCHOM X IT0-
naqeit (puc. 2) [10]. BoanpeiicTBue cTpyii Ha moBepx-
HOCTb KUKOCTH II03BOJIIET YMEHBIIHUTh 3(PdeKT 3a-
TyxaHua. [Ipu TakoM HUMITyJIBCHOM criocobe IanHa
BOJIHBI OIIPEeNsIeTCs PACCTOSHHUEM MEKIy COILIa-
mu. [loBepxXHOCTHOE HATKEHNE OIEHUBAIOT TI0 Yac-
TOTE 3aTYXAIIUX KOJIeOAHUN IIOBEPXHOCTH, a BSI3-
KOCTb — TIO JIeKpeMeHTy 3aTyxaHud. [|/1d mosbiie-
HHSI TOYHOCTH IIPOBOIAT IIOOUEPEHOE OIpeeIeHre
0 | 1] JJId ABYX 3HAUYEHWH AJuH BoaH. J[j1s1 aTOTO MC-

MOJIb3YIOT J[Ba HAOOpa COIeN C Pas3IWudHBIMU pPac-
CTOSTHHUSIMH APYT OT ApPyra Ha CTPYHHBIX TPyOKax.

B ciyuae Gosiee BBICOKOM BSI3KOCTH 3KHUIKOCTH
(cMITBI MHEPITNH 3HAYUTEIBHO MEHbIIIe BA3KOTO Tpe-
HHUA) KAMWIAPHBIE BOJHBI (DOPMUPYIOT IIOCTOSH-
HBIM BO3JeHCTBHEM dieKTpudeckoro mos [9]. HKux-
KOCTb IIPOXOIHUT Yepes SJIEKTPUYEcKoe I10JIe, Co3/1a-
BaeMoe pAacIoJIO}KeHHBIMU HaJx Hel JIHHEeHHbIMU
DJIEKTPONAMH, ITAPAJLIEIbHBIMYA HAIPABIEHHUIO IBH-
sKeHuA. B obacTu IeHCTBHS IEKTPUYECKOrO IO
dopmupyercsa ycroduuBas KapTHHA KAMUISPHBIX
BOJIH C TPEOHSAMH IIO[ 3JIEKTPOJAMH W BIAIHHAMU
MeKIy HUMHU. B HanpaBieHuN ABM:KEHUS aMILIATY-
na Ah BOJH ILTABHO BO3pacTaeT OT HyJISI 0 MAKCH-
myma Ah,, ¥ majibliie 0CTaeTcss HEeM3MEeHHOH 0 OKOH-
qaHus 3JIeKTPoAoB. J[uHa BOIHBI A paBHA paccrosd-
HHUI0 MEKAY SJIEKTPOJaMU. SHAYEHUS IIOBEPXHOCT-
HOTO HATAKEHUA ¥ BA3KOCTH PACCYHUTHIBAIOT IIO

dopmymam

by 2 SOAE2
o~ g2 ) | ¢ |

2r) | 2Ah,,

6wAR \ A

rae g, = 8,8542 - 10712 ®/m — smekTpuUyecKas IIo-
crosiuHas; AE? — ammuTyna usMeHeHus KBaapara
HATPSIKEHHOCTH 3JIEKTPUYECKOTO TOJIA Ha IMOBEepX-
HOCTH JKUAKOCTH; H; — TOJIIHHA CI0A KUTKOCTH,
X — PacCTOsSHHE OT Havdajua dIEKTPOJOB 0 JIHHUU
ompejieseHusa aMILIATYAbl Ah; w — CKOpPOCTH [IBH-
JKEHUS JKUTKOCTH.

Ammuutyny Ah HaxomsT myreM 06pabOTKH H30-
OpaskeHus, IIOJYyJYEHHOTO IH(PPOBOH KaMepoi IIpu
IIOMOIII CBETOBOTO IIOTOKA, IIPOXOAAIET0 dYepes
JKUIIKOCTh B BEPTUKAIBHOM HAIIPABIEHUH.

Henmocratox mammHOTO MeToma — HHU3KAsd TOY-
HOCTh, OOYCJIOBIIEHHAS BHAYWTEIHHBIM BIUSHUEM
HEKOHTponupyeMbix Benuuud H; u AE? na pesyinb-
TaThl U3MEPEHUH, ¥ TPUMEHUMOCTD TOJIBKO 71 ABU-
SKYIITUXCA KUTKOCTEH.

B merogax Ha OCHOBe KamWJUISPHBIX BOJH Ta-
paMeTpbl MX PACHPOCTPAHEHUS OIPEAENdioT, Kak
MpaBWJIO, ONTHYeCKUMH crocobamu. I[lpum wmamoi
aAMIUTATY/Ie BOJH KCIIOJNb3YIOT WHTEP(EPEHITHIO Jia-
3€pPHOTO Jy4a, OTPAKEHHOTO OT IMOBEPXHOCTU KHUJI-
KOCTH ¥ KOHIIA OIITOBOJIOKHA, PACIIOIOKEHHOTO HaJ
ment [3, 8]. Ilapamerpsl KonebaHuii MOKHO TaKke
OTIPEJIeIUTh 10 TOJOKEHUI0 OTPAKEHHOTO OT IIO-
Bepxuoctu ay4a [10, 14, 20].

Kpome onTuuecknx MeTOnOB, MPUMEHSAIOT OJIA-
pusoBauubli 3nekTpon [11, 19], sdperr Iommaepa
[PU OTPAKEHWHU YJIbTPA3BYKOBBIX BOJH W H3Mepe-
HUe UMITeJIaHCca YIbTPA3BYKOBOTO IIpeobpasoBaTes
[16].

Cpenn 6GECKOHTAKTHBIX METOJIOB OIIPEeeTeHuUs
IIOBEPXHOCTHOTO HATIKEHUA JKUIKOCTEH HA OCHOBE
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Puc. 3. CxembI mepeBona Kamay paciiiaBa B COCTOSHIE JIEBUTAIIUHN 9JIEKTPOCTATHIECKUM (@), S7IeKTPOMArHUTHBIM (6), a9pofu-
HaMUIECKUM (8) ¥ aKyCTHIECKHM (2) crrocobamu: 1 — KaIia paciiiasa; 2, 5 — OCHOBHBIE DIIEKTPOJbI; 3 — TPyOKa A7 3arPy3KU U
BBITPY3KU 00pasua; 4 — G0KOBBIE DIEKTPORBI A TepeMelieHusa o6pasiia B TOPH3OHTAIBHOM IITIOCKOCTH; 6, 7 — DIIeKTpUIecKre
06MOoTEM; 8 — como; 9 — 11 — aKycTHYecKue u3IydaTeau B HanpasieHuax X, Y, Z COOTBETCTBEHHO

Fig. 3. Schematic representation of melt drop levitation using electrostatic (a), electromagnetic (b), aerodynamic (c), acoustic
(d) methods: I — melt drop; 2, 5 — main electrodes; 3 — tube for sample loading and discharging; 4 — side electrodes used to
move a sample in horizontal plane; 6, 7 — electrical coils; 8 — nozzle; 9 — 11 — acoustic emitters in X, Y, Z directions, respec-

tively

KalTWIJIAPHBIX BOJIH OTMETHM METOAbI C TEIIJIOBBIM
BO30ysxIeHueM [5 — 7], KoTOpbIe HE TPEOYIOT CTUMY-
nauu o6bexTa uamepenus. OHM OTIMYAIOTCA BO3-
MOKHOCTBIO KOHTPOJIS IIPod Majaoro oowema (me 60-
Jee 3 MJI) ¥ BBICOKOH orepaTuBHOCTHIO. OCHOBY s
M3MEepPeHHsI MOBEPXHOCTHOTO HATIKEHWUSI COCTABIIS-
eT [IUCIIepCHOHHOe cooTHoIeHue (1) u yrpoIeHHas
dopmyna (3). MckoMyo BeIHYHHY OIPEIEIIioT II0
MEeHTPATbHOM YacTOTe JUHHUU CIEKTPa, COOTBET-
CTBYIOII[e# BBHIOPAHHOU B YCTPOMNCTBE IJWHE BOJHBI
[7].

IToBepXHOCTD KMAKOCTH, KAMKYIIAICT abCOMIOT-
HO IVIOCKOM, TTPH YBEJITUUEHUHN OKA3hIBAETCS TIOIBEP-
SKEHHOM Xa0THYECKUM KO0Je0aHUAM, BO30OYIKIaeMbIM
TEILUIOBLIMU ABM:KEHHAMU MoJeKya. OO6brdHO am-
IUIUTyJa TEIVIOBBIX KAIIWUIJIAPHBIX BOJH COCTABJIAET
€IUWHWIIbl HAHOMETPOB, a AJIMHA — €IUHHUIIbI MHUK-
pou. 7151 nsMepeHus mapaMeTpoB TeILIOBBIX KATTHI-
JIIPHBIX BOJIH WCIOJB3YIOT d(QdeKT paccesHus
cBera. BosiHBI HA TTOBEPXHOCTH JKUIKOCTH JI€HCTBY-
0T IOJ06HO KOJIeOJIIOIecs oTpakalel udpak-
IMOHHOM peIleTKe, OTKIOHAS HEOOJBIINYI0 YacTb
M3JIy4eHHUs OT OCHOBHOTO OTPAKEHHOTO CBETOBOTO
MTOTOKA.

I'naBubIe IpOOGIEMBI peanu3arii METOIO0B H3-
MepeHI/IfI IIOBEPXHOCTHOIO HATAMKEHUA HA OCHOBE Te-
IINIOBOT'0 pacCedHusdA CBeTa — MaJiasd HHTEHCUBHOCTb
PacCeaHHOro HU3JIy4eHHUSI U CIOKHOCTH BbIJIEJICHHI
eI[HHCTBeHHOﬁ JOJIWHBI BOJTHBI 13 MHOXECTBa HAKJIA-
IBIBAIOIIKMXCA APYT HA APyra BOJH. OTH IIPOOJIEMBbI
pelianT ¢ IIOMOIIbI0 IPHMEHEeHUd B YCTPOHCTBax
IPUHIUIIA CYIIEPreTEPOAUHHOI0 OITUYECKOI'0 IIpU-
emHHKAa [5 - 7].

YcoBepIlIeHCTBOBAHHBIE YCTPOMCTBA I PeaIu-
3aIlMM METOJI0B HA OCHOBE PACCedHUA CBETA HA Tell-
JIOBBIX KallWJ/IJIAPHBIX BOJJIHaxX O6eCl'Ie‘-II/IBaIOT n3Me-
PpeHHne IMOBEePXHOCTHOTO HATAKEHUdA C OTHOCHUTEJIb-

HOH IIOTPENIHOCThI0 He 6omee 1, BaAzkoctu — 3 %.
OnHAaKoO 9TH METOAbl UMEIOT YPE3BLIYAMHO HU3KUH
rpejes MIpuMeHeHus (110 BA3KOCTH) B CBSI3H CO CPaB-
HUTEIHHO GOJIBIINM 3HaYeHHueM 4acToThl [ (cM. (4)).
Taxk, qmsa MUHHMAIbHO BO3MOMKHOM dacToThl 1 KI'ig
suauenue A* cocrasiser 0,01 Ila - c.

BeckoHTeliHEepHBIE METOIbI
JIEBUTHPYIOIIEH KaILTA

IIpu uccmemoBanuu (pU3MIECKUX CBOKCTB pac-
IJIABOB IITUPOKO HCIIOJIb3YIOT OECKOHTEHHEPHBIE Me-
TOABI JIEBUTHPYIOIIEH Kariu. B cocrosuun nesura-
MU KOHTAKT KallJId PaciyiaBa C APyTUMH IIpeaMeTa-
MH OTCYTCTBYET, & caMa KaIlljifd OKpy:KeHa WHEPTHHIM
rasoM WJIM BaKyyMOM. OTO IPEeIOTBPAIAaeT OKHUCIIe-
HFe TIOBEPXHOCTH KOHTPOJIHUPYEMOI0 PacIjiaBa U ee
3arps3HeHne U 00eceunBaeT MOBINIEHNe TOUHOCTH
n3MepeHui. [ OTphIBA KAIIHU OT OMOPBI HCIIOJIh-
3YIOT 3JEKTPUYECKOe II0JIe, SJIEeKTPOMATHUTHOE
B3aUMOIe¥iCTBHe, IIOTOK rasa Wid CTOSYMe AKyCTH-
YeCKHe BOJHBI BBICOKOM HHTEHCHUBHOCTH [21 — 24]
(puc. 3).

IIpu snexTpocTaTUydecKoi JEBUTAITAN TO3UITHO-
HUPOBAHME KATUTH OCYIIECTBIAIOT IIOCPEJICTBOM pe-
TYJIUPOBAHUS HATIPSIKEHU Ha dyieKTponax 2,4 m 5 B
cucreMe ¢ 00paTHOHN CBSA3bIO IO CHUTHAIY OT OIITHYe-
ckux cucrteM Ha ocHoBe He — Ne-mazepos [21, 25 -
27]. na mepenayu Kamse SI€KTPHYECKOTO 3apana
HCTONB3YI0OT KOHTAKTHBIH, TEepMOdJEeKTPOHHBIM U
dorosnerkTpounsiii crnocober [21]. Harpesaror u
IJIABAT 00pasel] MPH MOMOIKA KCEHOHOBBIX JIAMII,
Nd:YAG- wmu COy-nasepos [25]. Temmneparypy 06-
pasiia KOHTPOJIUPYIOT THpoMeTpaMu. JacToTy KoJe-
OaHuil KA 1 ee (DOPMbI OIIPEIEISIOT C IIOMOIILIO
nudpoBeix Bumeoxkamep [25 — 28]. Tuamerp ramiu
IPH SIEKTPOCTATUYECKOH JIEBUTAI[UNA COCTABISIET
1-3 Mmm.
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L1 37IeKTPOMATHUTHOM JIEBUTAIINH MOTYT OBITH
KCIIOIb30BAHBI DJIEKTPOIIPOBOHBIE MATEPHUAIBI WIIH
TIOJIyIIPOBOAHUKH, TIPEIBAPUTEIHLHO PA30TPEThIE JI0
COCTOAHHM M0CTAaTO4YHOM mpoBogumoctu [29]. Ilepe-
BOJ B COCTOSHUE JIEBHUTAINH, HATPEB U ILIABIEHUE
ob6pasiia OCyIeCTBIIIT IIyTeM CO3[aHUsI B HEM WH-
IYKIIMOHHBIX TOKOB IIPH IIPOIIyCKAHUN Yepe3 00MOT-
Ku 6 U 7 mepeMeHHOro Toka cuiou okoso 100 A u
gacroroi 200 — 400 xI' [30 — 32]. Kama 1 3anuma-
eT eIUHCTBEHHYI0 YCTOUYHMBYIO IO3HUIIMIO B IIEHTPE
MAarHUTHOU CHUCTEMBI, IIPH HTOM /I €€ TTO3UITHOHU-
POBaHWUS JOTIOTHUTEILHBIX YCTPOHUCTB He Tpedyercs
[23, 29]. TemnepaTypy paciuiaBa peryaupyor, OX-
JlajKaas ero CMechi0 Tas30B CIEIHAIBHOTO COCTABA
[23]. YacroTy KoaebaHUI HM3MEPAIOT OITHIECKUMU
meromamu. CBETOBOM MOTOK MPOIYCKAIOT B 3a30pe
MeKIy BEepXHEH W HuKHel oomoTkamu [23, 29, 31].
Juamerp rammu — 3 — 8 MM.

AspouHamuyeckad JeBUTAIMA OCHOBaHA Ha
CO3[TaHUN YCTOHYMBOTO TPOCTPAHCTBEHHOTO IIOJIO-
sKeHns obpasma mpu 06TeKaHuH ero IOTOKOM HHEPT-
HOTO rasa B coruie 8 creruanbHOH GopMbl [22, 24]
WM HA TIOBEPXHOCTH MOpHucToi Membpans! [33]. Ha-
TPEeB U IJIaBIIeHNE 00pasIa MPOBOAT Ja3€PHbIM JIy-
qyom [24, 34] wium WHAYKIUOHHBIM crocobom. Jma-
MeTp KaIuIu B 9TOM ciydae 1 — 5 M.

HsBecTHO, 4TO B MOJAX CTOSIUX 3BYKOBBIX BOJIH
BO3MOJKHA JIEBUTANMsA 00Pas3IlOB BeIecTBa C ILIOT-
HOCTBIO 0OJIbIIIeH, YeM y OKPY:KaIlero ux rasa.
Hccnenyemoe BeliecTBO 3aHUMAET IIOJIOKEHUE B Y3-
JIaX 3BYKOBOTO [aBJIEHUS, COOTBETCTBYIOIIHX IOTEH-
OHAIbHBIM AMaM. J[Ja jseBUTaIMH, HAIPUMED, Ka-
Iesib BOJBI PAIHUycoOM 5 MM B BO3[yxe HeobxommMma
aMIIuTya 3ByKoBoro maBienus 4 klla, uro coot-
BercrByer 166 nb. [lns jgeBuraruu Tea GONBINEH
IJIOTHOCTH, HAIPUMeEp, METAaJIOB, TpebyeTcsa 60Ib-
1ee 3BYKOBOe JaBjeHue. B O00BMUHBIX YCIOBHUAX
OIVH aKyCTHYeCKUH H3JIydaTenab KpoMe IOIbeMHOMU
CHUJIBI CO3IAET TAKKe U CHUJIbI, JOCTATOYHBIE JJIS CTa-
OMIM3alMH IIOJIOMKEHUS KaIlIM B TOPHU30HTAJIbHOM
Iockoctu [22].

B ycnoBusix HeBecomocTu (peKOMEHIyeTCS IS
BCEX METO/IOB Ha OCHOBE JIEBHUTAIWH) Ifejecoobpas-
HO WCIIOJIL30BaTh Tpu uaiaydarens (9, 10, 11), axy-
CTUYECKHE K0Je0aHWsd KOTOPBIX PACIPOCTPAHAIOTC
B TpexX B3aWMHO MEPIEHIUKYIIPHBIX IIIOCKOCTIX
Brosib oceit X, Y, Z cooTBeTCTBEHHO (CcM. puc. 3, 2)
[35].

O mOBEpXHOCTHOM HATSIKEHWM KaIlId PacIiaBa
CyAST o YacToTe [ ee KomebaHUil B COOTBETCTBUU C
BBIPAKEHHEM

0=épR3(2nf)2, (5)

rne R — paguyc kammu. Yacrora [ mexur B quara-
3oHe 20 — 200 I'm.

IIpu osiIeKTpoCcTATHYECKOM WM aKyCTUYECKOH
JIEBUTAIIUAX KOJIEOAHUA KaIlId BO30Y:KIAI0T HU3KO-

YaCTOTHOH MOJIYJIAIMEH MOIbeMHON CUIbI. B aek-
TPOCTATHYECKUX METO[aX YaCTOTY [ OIPemeIaioT II0-
cjIe CHATUS BO3MYIIEHUSI B PeiKruMe CBOOOMHBIX 3a-
TyXalIlIUX KOojJeOaHWi, MOCTOSHHAS BpPEMEHH T
3aTyXaHUsI KOTOPBIX UCIIOIb3YETCA TAKKe I OIeH-
KU BSI3KOCTH paciuiasa 110 dopmyire [25 — 27]

_pR?
5t

n

OrMeTuM, 9TO IIPHU AIPOJUHAMHUYECKOA H DIIEK-
TPOMATHUTHOM JIEBUTAIIUAX KOJebaHWsd KaIlld Ha
YAaCTOTAX PE30HAHCA HEIPEPBIBHO BO30Y:KIAIOT IIO-
TOKOM rasa [24].

BsskocTs paciuiaBa aHAIM3HPYEMOTO BEIECTBA
MNPEIATCTBYeT BO30Y:KICHUI0 KOMeOAHUN KAILIH.
MaxkcumanbHOe 3HAaYeHHe BA3KOCTH MOMKHO HAWTH
1o popmyiie

n* = Rop.

Ecnu BsskocTs BbIie N*, TO mMOCIe CHATHA Je-
dopMupyoIero Bo3eiCcTBUA BO3BPAT KAILIHU B HC-
XOJTHOE COCTOAHWE IPOUCXOJUT B AllEPUOTUIECKOM
pesxxknme [33]. BosOy:kmenne cBOGOIHBIX 3aTyxaro-
[UX KOJe0aHUH HEBO3MOIKHO.

s wcememoBaHusa CBOMCTB paciiaBa C BI3KO-
CThIO, OTM3KOH K 1%, cleayeT HCIIOIb30BaTh METO[I
OTIpe/le/IeHus YaCTOThI COOCTBEHHBIX KOIebaHui Ka-
IJIA 10 PEe30HAHCY ¢ BHEIIHUM BO30YIKIAIOIINM IIe-
puommueckum BoszeticteueM [35]. Opmako mpu
JaIbHEHUIIIEM YBEIWIYEHUN BABKOCTH OH TaKKe CTa-
HOBHTCS He3()(DEKTHBHBIM.

B cayuae smekTpocTaTHYECKOH JEBUTAIAN IIPH
BBICOKOH BS3KOCTH KHAKOCTH I M3MEPEHHUA II0-
BEPXHOCTHOTO HATH:KEHUS HCIIOJB3YIOT METON Bpa-
maromietica kamnu [35, 36]. Bpamatonuit MoMeHT
MOJKHO CO3/IaTh ITOCPEICTBOM IPUMEHEHU BPaIlao-
merocs MarHuTHOTO mosisi. Haxopsmasca mon mei-
CTBHEM TaKOTO TOJA KAIUId PacijiaBa PacKpyduBa-
ercd MOAOOHO POTOPY ACHMHXPOHHOTO IBHUTATENA U
nedopmupyercsa. Cosmanue Bpaliaroiero MoMeHTa
BO3MOJKHO TaK:Ke IIPH aKyCTHIECKOM U a3POIHHAMHU-
yeckoM crocobax jgesuraruu [35, 37, 38]. Hacrory
BpAIl[eHUA ONPENENdoT ONTHYECKUMH MEeTOJaMu
[27, 28, 36], TOBEpXHOCTHOE HATIIKEHUE — IIyTEeM
MIPUBEIEHUS YaCTOTHI f, BpallleHus K 4acToTe f Koe-
Gamuii u ucmonb3oBauus opmyasr (6). Ilpuseme-
HUE [, K [ OCYII[eCTBIAIOT C ITIOMOIIbI0O U3BECTHOM 3a-
pucumocru f,/f ot R,./R, tne R,,., — MakCuMab-
HBIH paguyc nedopmupoBanHol kamiu, R — pagu-
yc 1apa Toro e oonsema [36].

OrHocuTenbHAsT HEONPENeNIeHHOCTh U3MepeHu
MeTOaM¥ JIEBUTHUPYIOIIEH KaIlIk COCTaBIIgeT He 60-
mee 3 % [27, 30, 35]. CyrecTBeHHbBIH HEIOCTATOK
METOIOB, KPOME aspPOIHHAMUIECKOHN JIEBUTAITUN, —
MPEIIOUYTUTEIFHOE WX HCIIOIH30BAHUE B YCIOBHAX
Hesecomoctu [29, 35, 39]. B 0OBIMHBIX YCIOBHAX
9NIEeKTPOMATHUTHAA JIEBUTAIUS 3HAYUTEIbHO e-
dopmupyer ka0 obpasia, aKycTudecKas — Tpe-
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Oyer MpuMeHEHHs OOJBIIUX 3BYKOBBIX [aBICHHH,
DJIEKTPOCTATAYECKAS — IIPUBONUT K IAAEHUI0 00-
pasila W3 ILIATHHBI, Kejle3a W HEKOTOPBIX IPYTHX
MaTepUaJIOB II0 IIPUYKHE CYyILIeCTBEHHOM IOTePH 3a-
pazna [39].

BeckonreiinepHble METOABI  JIEBUTHPYIOIIEH
KAl WMEIOT OTPAHUYEHHYI cdepy IpuMeHe-
HUA — I/I3y‘IeHHe TeHJIO(bI/ISI/I‘IeCKI/IX CBOfICTB JKUn-
KOCTEell B IEepeoXJIaKIeHHOM MeTacTabMILHOM CO-
crosHWH. BMmecre ¢ TeM 3HAHHE TEILUIO(PU3UIECKUX
CBOICTB IIPpH TeMIlepaTypax HHKEe HOMHUHAJIbHOH
TeMIIepaTyphbl IJIABICHUSI MaTepHaia HeoOXOIHMO,
B YACTHOCTH, IIPU MOIEIUPOBAHUU IIPOIIECCOB KPH-
crasunzanuu [40].

MeToabl HA OCHOBE JIOKAJILHOMH
medopManuu MOBEPXHOCTH KHUTKOCTH

Ha mpaxtuke uacro TpeOylOTCI W3MEpPEHUs
CBOMCTB JKHUIKOCTH, HaxXofsdamedca B cocyae. B atom
ciaydae s medpOpMaIi TOBEPXHOCTH HCIIOIB3YIOT
3JIEKTPUYECKUE TI0JI, CPOKYCHPOBAHHbBIE aKyCTHUIe-
CKHe BOJIHBI U ra3oBble cTpyu [9, 20, 41 — 48].

AmeKTpUYECKuil crrocob med)opMaIuy moBEePXHO-
CTH KUMAKOCTH MPUMEHSIOT P W3MEPEHUH CBOHCTB
TOHKHX (OT eIUHHUI] MUKPOH [0 €UHUI] MAIJIAMET-
POB) IJIEHOK ;KHIKOCTEH, HAHEeCEHHbBIX HA 3a3eMJIeH-
HYIO IIPOBOIAIYI0 mOomIokKy [9, 42]. Ilox meticrBu-
€M 3JIEKTPUYECKOTO IIOJId, CO3aBAE€MOTO JIIEKTPO-
JIOM, PACIIOJIIOKEHHBIM HAJ ITOBEPXHOCTHIO IIJIEHKH,
MIPOUCXOIUT AepOPMAITUA OCIeIHeH ¢ 00pasoBaHu-
eMm BosBhImenusa. O BeIHUMHE MOBEPXHOCTHOTO Ha-
TSKEHUsA CyAdT, HanpuMmep, mo norennuany U, cBo-
00IHOM TOBEPXHOCTH U XApaKTEPHOMY pasMepy «a
nedopMariuu B COOTBETCTBHH C ypaBHeHHeM [42]

eg U? T 2m)2
— 2 cth|2-H, |=pg+0c|—|,
H? (a lj P G(a)

Ie € — [AU9JIEKTpHYecKas IIPOHUIIAEMOCTDb JKUT-
KOCTH.

IIpu mocTm:keHHM HANpSIKEHHEM MEXKIY SJIEeK-
TPOIOM H Ie(POPMHUPOBAHHOH ITOBEPXHOCTHIO IOPO-
roBOTO 3HaUeHus U; OT :KUAKOCTH HAYHMHAIOT OTPHI-
BaThCA MEJIbYAHIINEe YaCTHUIThI, IIEPEHOCIIIe 3apay,
B pesyJbTaTe 4Yero B IIeIIM BO3HUKAET dJIeKTpUde-
ckuii Tok. 1lo 3Hawenuio U; Tak:xe MOKHO OIpene-
JIATH IIOBEPXHOCTHOE HaTT:KeHue [41].

K HemocraTkaM 37IeKTpUYECKUX METOMOB CIIEIy-
€T OTHECTH OTPaHHYeHHe Ha TOJIIUHY CJIOI KUTKO-
CTH ¥ UX HU3KYI0 TOYHOCTb, O0YCIOBJIEHHYIO BIIWfA-
HHEM HEKOHTPOJIupyeMbIx BenuduH Uy, €, a u p.

Ha puc. 4 mpencraBieHa cxeMa yCTPOHCTBA I
peamusanuy MeToRa H3MEpPEeHHH BA3KOCTH U IIO-
BEPXHOCTHOT'O HATSKEHUA KUAKOCTEH C HCIIOJIb30-
BaHUEM BO3[EUCTBUSI C(POKYCHUPOBAHHBIX AKyCTHUIe-
CKHX UMIILYJIBCOB.

Kourponupyemoit KUIKOCTBIO 8 3aIOIHAIOT
OIHy WJIM HECKOJIBKO KOBeT u3 Habopa 7 [43, 44].
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Puc. 4. Cxema ycrpoiicTBa Ay H3MepeHUA TOBEPXHOCTHOTO
HATTKEHUA U BABKOCTH JKUKOCTH HA OCHOBe Je)opMaIiui ee
TIOBEPXHOCTH C(OKYCHPOBAHHOM aKyCTUIECKON BOIHOMK

Fig. 4. Schematic representation of the device for measure-
ments of the surface tension and viscosity using deforma-
tion of the liquid surface induced by focused acoustic wave

Ocrasiiviecs KIOBETbI OCTABJISIOT CBOOOIHBIMU WU
3aIIOJTHAIOT STAJIOHHBIMH KUIKOCTAMU JJI IIPOBEIE-
HHS OTHOCHUTEIbHBIX uaMepenuii. IlocpencrBom me-
xaruama I maargopMmy 6 ¢ 3aKperieHHbIM Ha Hewl
Ha00pOM KIOBET IEPEMEIA0T B TOPHU30HTAIBHOM U
BEPTHUKAJIBHOM HAIPABIEHUAX O JOCTHKEHUA IIO-
JIOKEHUd, IPU KOTOPOM IIEHTP II0BEPXHOCTH KOH-
TPOTUPYEMO (MJIM STATOHHOH) JKUIKOCTH HAXOMTUT-
cs1 B okyce arycTudeckoi tuu3bl 3. Ha Bxon mbeso-
9IEKTPUYIECKOT0 TpeobpasoBarensa 4 TMOAIOT 3JIEK-
TPHUYECKUH HUMILyJIbC AauTenbHOCTRI0 1 — 30 Mic. Ilpe-
obpasoBaTesib (popMUPyeT 3BYKOBYIO BOJIHY, KOTOpAs
TIPOXOIUT Yepes TIACTHHY 2, POKyCUpPyeTCd JTUH30H U
yepe3 KOHTAKTHBIN COCTaB 5, 3JIEMEHTHI 6 U 7 TOCTH-
raeT MOBEPXHOCTH JKUIKOCTH. DHEPTUA BOIHBI CO00-
maeT 00beMy KUIKOCTH OIPeneIeHHOe KOJIMIEeCTBO
nemxenns. [Ipu mocTaTouyHON SHEPrUM MOKET Ha-
6I01aThC OTPBHIB KAILIA OT ITOBEPXHOCTH KHUKO-
ctu. Menbiias sHeprusa cuocobHa MPUBECTH TOJIBKO
K obOpasoBauuio BO3BbIeHUsA. OCHOBHBIE CHJIBI,
MIPOTHUBOJIEUCTBYIONINE 3TOMY WPOIECCY, — CHIIbI
IIOBEPXHOCTHOTO HATSKEHUA U BA3KOTO TpeHud [44].

Ilocne ob6pasoBanus BO3BBIINIEHHS B 3aBUCHU-
MOCTH OT BSI3KOCTH JKUIKOCTH W YCIOBHUH 3KCIEPH-
MeHTa CclefyeT KojiebaTelbHbIH HIN amnepuogude-
CKHU IIPOIlECC BOCCTAHOBIJIEHUS WCXOIHOU ILIOCKOM
noBepxHOCTH [2]. JlaHHBIE 0 ITEpPEeXOTHOM IIpoIlecce
Ha MMOBEPXHOCTH KUAKOCTH TOJYJaiOT C IOMOIIBIO
OTPaKEHHBIX OT HEe YIbTPa3ByKOBBIX CUTHAIIOB HUJIH
ycTpoiictBa 9 A ONTUYECKOTO OIpPesiesieHUd COo-
CcTOAHUA Ae(OPMUPOBAHHON IIOBEPXHOCTH. Bss-
KOCTb 1] ¥ IIOBEPXHOCTHOE HATH:KEHUE O OIpeaesis-
0T TI0 TTapaMeTpaM IePexoaHOoTo mpoiiecca [44]:

0 o pw?r?,
n o pré/t,

I7le r — pajguyc KIOBETHI C JKUIKOCTbIO; T — IIOCTO-
AHHAsA BPeMeHU 3aTyXaHHUd KOJIeOaHuH.



36 «3aBoackas Jaboparopus. [[naraoctuka marepuaaos». 2020. Tom 86. Ne 4

Puc. 5. Yrnybnenus B JKUIKOCTAX C IMOBEPXHOCTHBIM HATA-
sweumem 30 (1), 38 (2), 47 (3) u 55 mH/m (4), chopmuposan-
HbIe JIAMHHAPHOHN ra3oBOH CTpyeH

Fig. 5. Dimples in liquids with the surface tension 30 (1),
38 (2), 47 (3), 55 mN/m (4) formed by a laminar gas jet

BosmoskHO namepenne MOBEPXHOCTHOTO HATIKE-
HUS BSISKOHM JKMIKOCTH 1O Bpemenu Af, B TeueHue
KOTOPOTO BO3BBINIEHNWE [JOCTHUTAeT MAaKCHUMAaJIbHOMU
BBICOTHI C MOMEHTA TOJaY¥ aKyCTHIECKOTO MMILYJIb-
ca B allepuoAHYEecKOM IIepexoqHOM mporiecce [45].
OHAaKO0 TOYHOCTH TAKOTO CII0co0a HU3KA.

BecrkonraktHo medopMHPOBATH TOBEPXHOCTH
SKUIKOCTU B COCYy/ie TTPOUBBOJIHLHOTO PasMepa MOKHO
¢ IIOMOIIbI0 Ta30BoM cTpyu [46]. Takoit moaxon uc-
MONIB3YIOT B CAy4Yae BA3KHUX JKUIKOCTEH, M3MepeHue
CBOMCTB KOTOPBIX TPATUITHOHHBIMH KOHTAKTHBIMHU
Merozamu 3atpyaHeno (puc. 5). IToBepxuocTHOE Ha-
TSKEHUEe OIpPeNeNaioT IO BBICOTe h yIriiybJeHusd,
opMupyeMoro J1aMUHAPHON ras3oBOM CTPYyeH, BO3-
IelcTByIONed Ha MOBEPXHOCTDH KUJIKOCTH C 3aJaH-
HOIM MHTEHCUBHOCTHIO. [ :KUAKOCTEH ¢ 0 B [Uara-
30He 25 — 70 MmH/M BrIcOTa /i MeHsdeTcd B [Ualla3oHe
0,5 — 4 mm.

JlocTOMHCTBO MeToma — CpPaBHUTENIBHO ciaboe
BIHUSHUE IIOTHOCTH JKUIKOCTH HA PE3yIbTAT U3Me-
peHus, 9T0 00YCIOBIEHO MaJIbIM 00beMOM yIiIybJie-
HuA. B 9TOM ciiydae meicTBre CHUIbI TOBEPXHOCTHO-
r0 HATSKEHUS IPEBOCXOMUT JEHCTBHE BHITAIKHBA-
IOIIEeH CHIIBI.

Cy1iecTBeHHBIN HEJJOCTATOK IPUMEHEHUS JTaMU-
HaApHOU CTPyH — (POPMUPOBAHUE YIIyOJeHUA C BbI-
COKHM 3HAYEHWEM OTHOIIEHUS BBICOTHI K PagHyCy.
Wsmepenune A co CTOPOHBI TA30BO# (Pa3hbl HE TIPE]-
cTaBisgeTcs: BO3MOKHBIM. Ee omperensior omrude-
CKHM CII0COO0M Yepes Mpo3pavyHble CTEHKH COCyAa C
suaKocTbio [46]. TpeboBanue Mpo3pavyHBIX CTEHOK
JleTIaeT COCY YacThI0 CPEJICTB U3MEPEHHU, B PE3yIb-
TaTe Yero MEeTOJ, 110 CYyTH, CTAHOBUTCA KOHTAKTHBIM,
TaK Kak MOABISAETCA HEOOXOIUMOCTh OUUCTKHA HU3Me-
PUTEIBHOH eMKOCTH OT OCTATKOB KOHTPOJIHUPYEMOM
SKUKOCTU TIOCTE 3aBEPIIEHUT HM3MEepPHUTEIbHBIX
omeparuii [18].

Jna wusMepeHUsA ITOBEPXHOCTHOTO HATIKEHUS
11eJIecCO00pas3HO  HWCIOJIb30BATh  TypOyJIeHTHBIE
CTPYH, TOJ JEUCTBHEM KOTOPBIX HA ITOBEPXHOCTH
KOHTPOJIUPYEMOH KUIKOCTH (DOPMUPYIOTCH YIIIy6-
JIEHUS CO CPABHUTENHHO HHU3KUM 3HAYEHHEM OTHO-
IIeHus BBICOTBHI K pamuycy [49 —52]. I'eomerpu-

YecKue mapaMeTphbl TAKUX YIVIYOJIeHHU# MOTYT OBITH
OIIpeiesieHbl CO CTOPOHBI ra3oBoit dassr [47, 53].

IIpu cpaBHUTENBHO BBICOKOH HHTEHCHBHOCTU
NEUCTBUA TAa30BOM CTPYH IIOBEPXHOCTH JKUIKOCTU
Tepser cTabUIbHOCTh U HA HEH MOABIAITCA Kojieba-
uusa. [lapamerps! cTpyHHOTO BO3MEHCTBUS, IPU KO-
TOPBIX MPOUCXOMUT IIEPEX0]] OT CTAOHUIBHOTO PEIKH-
Ma K koimebaTelbHOMY, B 3HAUUTEILHON Mepe 3aBU-
CAT OT IIOBEPXHOCTHOTO HATIKEHU KUIKOCTH [54].
Benmuuwny o0 ompemendioT mo yriay HaKJIOHA OCH
CTPYH K KHUAKOCTH [H5] mim pacxomy rasa B cTpye
[566, 57], mpu KOTOPBIX ABYX(asHad CUCTEMA «CTPY
rasa — JKHIKOCTh» IIEPEXONUT B KoJedaTelbHOe
cocTofHue (KPUTHYECKUE B3HAUYEHHS IapaMeTpOB
CHCTEMBI).

HobuThCsT TOYHBIX U3MEPEHUH MOBEPXHOCTHOTO
HATSIKEHU 10 TOYKAM IIepexo/ia CUCTEMBI B Koieba-
TENbHBIN peskuM He npocto. OcHOBHAA HmpUYWHA —
IUIAaBHOCTh Iiepexona. Ha mOBEpPXHOCTH KUIKOCTH
MaJION BA3KOCTH HEOONBIINE Xa0THYeCKHe Koseba-
HHUA OPUCYTCTByIOT mmoutu Beerpa. Ilo mepe pocra
WHTEHCUBHOCTH JEHCTBUA CTPYH 3TH KOJIe0aHUA I10-
CTETIEHHO YBEINYUBAIOT AMIUTUTYAY U IPUOOPETAIOT
nepuoguieckuii xapakrep. Ilepuonmaeckue xoneba-
HHS HA TOBEPXHOCTH BABKOHU KUIKOCTH (BI3KOCTH
6osiee 10 Ila - ¢) mpu Mamoi CKOpPOCTH rasa B CTpye
MOTYT MMETh HACTOJIBKO HU3KYI YaCTOTYy, YTO I
ux oOHapy:KeHuA moTpefyeTcd 3HAYUTEIHLHOE Bpe-
M. IloaToMy Ha mpakTHKe TOYKA IIepexoza oIpese-
JIAETCA YyBCTBUTEIBHOCTHIO [ETEKTOpa, (hOpMUPY-
OI[ET0 CUTHAJ O HATUIUN KOJeOaHUH, UIN WHIUBH-
IyalbHBIMU 0COOEHHOCTSIMU HCCIIE0BATEN.

3Hasg WHTEHCHBHOCTh Ta30BOU CTPYyH, KOTOpas
HeobXxoquMa i1 JAOCTIKEHHS 3aJaHHOH BBICOTHI
yriIyOJIeHus, MOKHO O1eHuTh 0 [49, 50]. B sToMm ciry-
yae MOJIy4aloT JUHEHHY BO3PACTAMOIIYIO CTATHIe-
CKYI0 XapaKTEePHUCTUKY U3MEPUTEIbHBIX YCTPOUCTB.
Hepmocrator Takux MeTONOB U YCTPOUCTB — BBICO-
Kad UyBCTBUTEIBHOCTb K WM3MEHEHWI0 IIJIOTHOCTHU
SKUIKOCTH. JTO 00YCIOBIEHO TE€M, YTO JJIs yIriybJe-
HUS CPABHUTEIBHO OOJIBIIOTO 00BeMa, (POpMHPY-
eMoro TypOyJIeHTHOH CTpyel, BbITAJIKHBAIOIIAST
cuna mpeobaagaer Ham JeHCTBUEM CHJIBI IIOBEPX-
HOCTHOTO HATKeHud. (I CHUKEHWS BIUSTHUSI
IUIOTHOCTH ¥ BA3KOCTH KOHTPOJIUPYEMOU JKUIKOCTH
Ha pPe3yJabTaT W3MEpeHusA O OeCKOHTAKTHBIMU
CTPYHHBIMH METOMaMH IIeJIeC000pPasH0 yMeHBIIaTh
crenensb aedopmaruu (BbicOTy yriryomenws). Jllo-
O6uthesd BBICOTHI yriybnenus mexee 0,1 M [53] mosx-
HO, eciiu CTpys rasa OymeTr AefcTBOBaTh HA IIOBEPX-
HOCTb JKUIKOCTH TIO]T TIPSAMBIM YTIIOM.

Cremnens medopMaIuu OIpeAenaioT, UCIOIb3Y
CBOMCTBO J1e(hOPMUPOBAHHON TOBEPXHOCTH (POKYCH-
poBaTh OIITUYECKOE M3IydeHue. Jla3epHbIi Jyd Ha-
IIPABJIAIOT HA OBEPXHOCTD KUJKOCTH B 30HY €e Jie-
dopmaruu moz yriiom meree 30° (1A IMOBBIIIEHUS
TouHocTH m3Mepenwuit). Crenens medopmaiiuu oie-
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HHUBAIOT 110 pasMepaM IATHA JIa3ePHOTO U3JIyIeHUsd,
OTPAKEHHOT0 0T [e)OPMUPOBAHHOM IOBEPXHOCTH.

IloBepxHOCTHOE HATAKEHUE OMPENENIIOT IO U3-
OBITOYHOMY HAaBJIEHHIO P 1mepes oTBepcTreM HUCTEYe-
HHUA Ta30BOH CTPYH, KOTOPOE COOTBETCTBYET 3a/IaH-
HOI cremeHu aed)OpMaIiii OBEPXHOCTH KOHTPOJIH-
pyemoii xugkoctu. Cremens medopMaiiuy 3agaioT
pasMepaMy IMSITHA JIA3€PHOT0 H3JIyYeHUsS. SaBUCH-
MocTh P(0) — nuHelHas Bo3pacTamimas (PyHKITHA.
B muanasone 0 — 80 mH/M morperiHocTs mpu u3me-
HEHUH TJIOTHOCTH M BA3KOCTH B mHTepBanax 800 —
1300 kr/M® u 0,001 — 20 Ila - ¢ cooTBETCTBEHHO He
npeBbrmaet 2 %.

3axkaroueHue

Takum ob6pasoM, Ipu OECKOHTAKTHBIX CIIOCO0aX
OIpe[eNeHns MOBEPXHOCTHOIO HATS/KEHWSI JIJIS
JKUAKOCTEH (pacIyiaBoB) MPH BBICOKMX TeMIlepa-
Typax, a TAKKe B YCIOBUAX HEBECOMOCTH, MOKHO HC-
II0JIb30BaTh OECKOHTEHHEPHbIE METOMBLI JIEBUTHPY-
omed Kamru. MeTombl HA OCHOBE KAMHJIAPHBIX
BOJH 9(P(PEKTHUBHBLI B ClIydae KHIKOCTEH, ITOBEepX-
HOCTBH KOTOPBIX MOKphITa murenkamu ITAB. Oxaako
Ha pe3yJbTaT H3MEPEHHs CyIIeCTBEHHOE BJIHSIHUE
OKa3bIBAeT ILIOTHOCTh KHUAKOCTH. IlosToOMy B cB3H
C CHJILHBIM 3aTyXaHHEM BOJH H3MepeHUe IOBEepX-
HOCTHOTO HATSIKEHUS KHIKOCTEH C BA3KOCTBHIO 00-
nee 0,1 Ila - ¢ HeBo3MOKHO. 19 DIEKTPUYECKUX U
aKyCTHUYECKMX METOJ0B HAa OCHOBE JIOKAJIbHOU [ie-
opMau MOBEPXHOCTH KHUIKOCTH XapaKTEPHBI
CJIO}KHOCTH C HCK/IIOYEHHEM KOHTaKTa CPeicTBA U
obbeKkTa m3MepeHui. A’pOIUHAMHYECKHE METOIbI,
OCHOBAHHbBIE HA JeopMAaIiy ITI0BEPXHOCTH KOHTPO-
JIMPyeMOM SKUJIKOCTHU T'a30BOM CTpyeH, IO3BOJIAIOT
MOJIy4aTh [OCTOBEPHBIE PE3YJIbTAThI OIPEIeICHUS
IIOBEPXHOCTHOTO HATSIKEHUS IIPU BS3KOCTH JKH]I-
rxoctu 6omee 0,1 I1a - c.

duHaHCHPOBAHHE

Pa6ora sBrmonHena mpu moxpaep:xke Munu-
cTepcTBa HAYKM U BbICIIero obpasoBanusa PP B
paMKax BBIIOJHEHHUS IPOEKTA IO COTJIAIIEHHIO
Ne 05.604.21.0240 (yHUKaJIbHBIH HAEHTH(MUKATOP
RFMEFI160419X0240).
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Crarucrudeckuii aHaIu3 pacipenesieHns 10 pasMepaM 3epeH Heo0X0[UM Kak JJIs TOCTPOEHUS i
Pa3BUTHA TEOPUH POCTA 3€PeH U (POPMUPOBAHHUI MUKPOCTPYKTYPBI, TAK U I ONKCAHUSA pas-
MEpHBIX 3aBUCHMOCTEN XapAKTEPUCTUE (PU3UKO-MEXaHUIECKUX CBOMCTB IOJIUKPUCTAIINIECKUAX
MarepuasoB. Pacipenenenue mo pasmMepaM 3epeH — OHA U3 BAKHEHUIITNX XapaKTePUCTHUK OIHO-
POIHOCTH CTPYKTYPHI U, CIIEOBATEIHHO, CTAGIILHOCTH CBOMCTE H3/e/IHH B IIPOIlecce DKCILLyaTa-
nwuu. [IpencraBinensb! pesyabTaThl HCCIeI0BAHNS OHO(MA3HOM M PABHOOCHOH [TOJIHMKPUCTAIIIIAIE-
CKOM MHKPOCTPYKTYPBI C TIOMOIIBI0 CTATHCTHYECKOro MopenupoBanus meronom Monre-Kapio
napamerpoB U (DYHKIMIA paciipeiesieHus 10 pasmepam 3epeH. IIpuBeieHb! craTucTuieckre mna-
pameTpsl (cpezHMe 3HAYEHN, TUCTIEPCHH, K0d((HUIIMEeHTHI BAPUAIIHK) U (DYHKIHH pacIpesiee-
HUSL XapaKTEePUCTUK 3€PEHHOM MUKPOCTPYKTYPHL ¥ CTAHOBIIEHO, YTO (DYHKIIUA PACIIPEIeIeHIs
2(pHEeKTUBHBIX PASMEPOB 3ePEeH IS UCCIIeOBAHHOMN MO/IEIH IIOJIHKPUCTAILIA HAnboIee aIeKBar-
HO OITHCBhIBaeTCA Y-pacmpenenenneM. Ero cienyer ncmonb3oBarh Ipy aHATIN3e SKCIIEPHMEHTAIb-
HBIX (DYHKITHI paCIIpeiee s 10 pasMepaM 3ePeH OfHO(MA3HBIX MOMUKPUCTAUINIECKHX MaTe-
PHAJIOB ¢ PABHOOCHBIMHU 3epHaMu. [TokasaHo, 4To B Ka4ecTBe CTATHCTHYIECKH 000CHOBAHHON U
ZIOCTOBEPHOM OLIEHKH CPEIHEro pasMepa 3epeH MOKHO IPHHATH TeHepaIbHoe cpeHee (MaTeMa-
THYECKOe OKHUIaHKe) d3(p(PeKTUBHBIX PasMepoB (IIPOEKIIMOHHbBIX TUAMETPOB) 3ePeH ¢ (PyHKITHeH
Y-pacmpesenenus, IapaMeTpbl KOTOPOH [OLKHEI ObITh IPEBAPUTEIHHO OIIPeeeHbl IIPK HC-
CIIEZIOBAHUY 3€PEHHOH CTPYKTYPhI TOIUKPHCTALINIECKOro Marepuana. Ilomydennslie pesyabra-
THI CTATACTUIECKOTO MOJIEIMPOBAHUS ITOATBEPIKACHBI DKCIIEPUMEHTATFHBIMI JaHHBIMYA METAJ-
JIOTpa(IIecKoro aHaIN3a MHKPOCTPYKTYP MOJEIBHBIX U IIPOMBINIIEHHBIX MATEPHUAIIOB C Pas-
JIMYHOH CTEIeHbI0 HEOMHOPOIHOCTH 3€PEHHOMN CTPYKTYPHI.

KaroueBblie cioBa: MUKPOCTPYKTYpa; pasMep 3epHa; CTATUCTUIECKOEe MOJEINPOBAHIE; METO
Moure-Kapo; pactpenenenue o pasmepam 3epeH.

STATISTICAL ANALYSIS OF THE PARAMETERS AND GRAIN SIZE DISTRIBUTION
FUNCTIONS OF SINGLE-PHASE POLYCRYSTALLINE MATERIALS
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A statistical analysis of the grain size distribution is important both for developing theories of the grain
growth and microstructure formation, and for describing the size dependences of various characteristics of
the physical and mechanical properties of polycrystalline materials. The grain size distribution is also an
important characteristic of the structure uniformity and, therefore, stability of the properties of the prod-
ucts during operation. Statistical Monte Carlo modeling of single-phase and equiaxed polycrystalline
microstructures was carried out to determine the type of statistically valid distribution function and reli-
able estimates of the average grain size. Statistical parameters (mean values, variances, variation coeffi-
cient) and distribution functions of the characteristics of the grain microstructure were obtained. It is
shown that the distribution function of the effective grain sizes for the studied polycrystal model is most
adequately described by y-distribution, which is recommended to be used in analysis of the experimental
distribution functions of grain sizes of single-phase polycrystalline materials with equiaxed grains. The
general average (mathematical expectation) of the effective grain size (projection diameter) with y-distri-
bution function (parameters of the distribution function are to be previously determined in analysis of the
grain structure of polycrystalline materials) should be taken as a statistically valid and reliable estimate of
the average grain size. The results of statistical modeling are proved by the experimental data of
metallographic study of the microstructures of single-phase model and industrial materials with different
degree of the grain structure heterogeneity.

Keywords: microstructure; grain size; statistical modeling; Monte Carlo method; grain size distribution.
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BBenenune
Cpenuuii pasmep 3epHa — XapaKTePUCTUKA
MHKPOCTPYKTYPBI, OKasbIBAIOIAsd CyIeCTBEHHOE

BIMIHNE HA (PU3UKO-MEXaHWYECKHUE CBOMCTBA MOJIH-
KPHCTAIZIMYECKOr0 MaTepuana. B Hacrosiee Bpems
HauboJiee pPacIpOCTPAHEHHbIE MMPAKTUYECKHE METO-
IUKW OIEHKH BeJIMIHHBI 3epHa — cranmapt ASTM
E112-13 u 'OCT 5639-82. CorsacHo uM B pesyiib-
Tare MPIMOr0 M3MEPEHHs IOIy4aroT MACCUB 3HAYe-
HUH IJIOLIAIed CeYeHuH 3epeH {f} MIOCKOCThIO, CIIy-
YadHBIM 00pPa3oM IIPOXOJAIINEI dyepes 00beM II0JIH-
kpucramia. [Ipu aToM cpemHUE pasMep 3epHa ompe-
IeNsIoT Kak d = +/f, rme [ — cpenHee 3HAYEHHE ILJI0-

a1 IIPOU3BOIBHOTO CEYEeHU 3epHA.

Bonee ob61uii crrocob BhIpaskeHus pasmepa mpo-
M3BOJIBHOTO ILIOCKOTO CEYeHUI — ero 3(PeKTUsB-
HBIM pasMep WKW HPOEKIMOHHBIH auamerp (aua-
MeTp KpyTa C ILIOIa b0, PABHOU ILIOIIAIH JBYMEp-
HOTO ceyenus). OTMeTHM, YTO UMEHHO IIOALH [ U
sdderTuBHBIE pasMepr! d = ,/4f/n cedeHUH 3epeH
IIPOU3BOIBHOM (POPMBI OIIPENEIIAIOTCA CIIeITHATIN3H-
POBAHHBIMYM TIPOTPAMMAMH I KOJIUIECTBEHHOTO
anammsa wusobpaxennii (NEXSYS ImageExpert
Pro, mporpammuoe obecrieueHrie aBTOMATHIECKHUX
amamusaTopoB uzoOpakenuit (AAW) «Ksautumer»,
«JTUKBAHT» U JIP.).

Jaa mpAMoro ompeneneHUs BEIHYUHBI 3epHA
OOBIYHO HCIIOJNB3YIOT JIMHEHHBIH METOM CIyYalHBIX
cerymux [1], mpu KOTOpOM pe3yabTaT U3MEPEHUH —
pasMepsI XOpzA [;, 06pasyoIuxca Ipy IepecedeHnm
cay4yaiHOM suHUM (CIydalHOM CeKyliei) Ha IIoC-
Koctu nutudpa ¢ rpanuriamu 3eped. Cpennee apud-
MeTHYecKoe MJIMH XOpA IPHUHUMAKT KaK OLEHKY
cpenHero pasmepa sepua d [1, 2].

Bonee crporwe 3sHaueHuws BenIWUWHBI B3epHA,
a TakKe KOJIMYECTBEHHbIE XapaKTePUCTHUKU Pa3HO-
3EPHUCTOCTH MOJKHO IIOJIYYHUTH C IIOMOIIBIO BBIOO-
POYHBIX (YHKIUE pacupefeneHus (THCTOTPamMM)
10 pasMepam Xopj [;, HAUOOJIBIINUX TOIIEPEIHUKOB
(muaMeTpoB) d; ceueHHH 3epeH IIOCKOCThIO IuIrga
u puaMmetrpoB D; 3epeH B 00beMe MOIHKPHUCTAIIA.
Ilocnenuion BeIUYUHY PaCcCIUTHIBAIOT METOIOM Pe-
KoHCTpyKIuu [1, 3] miau HaAXOmAT IyTeM IIPAMOTO
M3MEepPEeHUA MaKCUMAaIbHbBIX ITOIEPETHUKOB 3€PEH Ha
3D-peKOHCTPYKITUAX MHUKPOCTPYKTYPBI, MOJIyIeH-
HBIX TIpH 06paboTre 2D-kapTun mocaenoBaTenbHbIX
ceuenui nonukpucraia [4]. Cpennuii pasmep 3ep-
Ha B 3aBUCUMOCTH OT CII0c00a ero OIpefeeHus pac-
CYUTHIBAIOT KaK BHIOOPOYHOE CpejHee 0 MaCcCHBaM
nauubix {[}, {d} u {D}. [Ipyrumu cioBamu, BU THC-
TOrpaMM (PaKTUIECKH HE OKa3hIBaeT BIUAHUA HA
IIOJIy4aeMyIo TaKuM 00pasoM OIIeHKY CPeIZHero 3Ha-
yeHUsa. JTO JKe KAcaercsi W PAa3IMYHBIX XapaKTe-
PUCTHUK Pa3HO3EPHUCTOCTH.

TouHOCTh ¥ JOCTOBEPHOCTD OIIPENETIEHUI CPe-
Hell BeJIMYWHBI 3epHA MOKHO IOBBICUTH IIyTEM
Iepexosia 0T BHIOOPOYHOTO K TeHEePaTLHOMY CpemHe-

My 3HAUYEeHWIO (MaTeMaTHIeCKOMY OKHAAHMI0) [5].
Il 9TOr0 Mo MOCTPOEHHBIM THCTOrPaMMaM Heo0-
XO0OUMO YCTAaHOBUTDH aHAIUTUYECKUU BU/] SMIILpHUYe-
CKO¥ (DYHKITMU paclpeieleHus 0 pasMepaM 3epeH.
OOBIYHO 5TO [ENIAT, CPABHUBASA SMIIUPUIECKYIO
(yHEIIMIO pacmpeneneHus ¢ W3BECTHBIMH TEOPETH-
YECKVMHM PACIIPEIeIeHUsAMI C UCIIOIH30BAHUEM Pa3-
JIMYHBIX KPUTEPUEB COTIACHS.

Boigenm HECKOJIBKO ITOIXOM0B IS HAXOMKIe-
HUS TEOPEeTHYeCKOH (PyHKIMU pacupefeseHus IIo
pasMepam 3epeH IIOTHKPHUCTAILIA.

Opmuu U3 HUX paccMaTpUBaeT ciaunanue (Koary-
JISITHIO) 3€peH U (pOPMUPOBAHHE 3€PEHHOM CTPYKTY-
PhI IOMHKPHCTAJIA KaK IPOIecc, OOpaTHBIA Ipo6-
meunio. COOTBETCTBEHHO, JielaeTcs BBIBOJ, YTO pac-
mpefieieHre 10 pasMepaM IPOAYKTOB ApPOOIeHHs
Oyzer momo0HO (PYHKIMH pacIpee/eHus 10 pasMe-
pam 3epeH B mcxomHOM Mmarepuase. OCHOBBIBASCH
Ha PaBHOBEPOATHOCTH pacmaja MoHonuta Ha N gac-
Teil HE3aBHCHUMO OT pasMepoB (pparMeHTOB U Psie
IPYTUX MPEIITONI0KEeHNH, ObLI ITOLyIeH JOTapPUMHU-
YeCKU HOPMAJIBHBIM 3aKOH PACIIPeNeSeHHUA 0 pas-
MepaMm dyacturl ApobseHus [6], KOTOPBIH IIHMPOKO
OPUMEHSIOT IPH aHaIu3e Pe3yJbTaTOB HKCIEPH-
MEHTAJIbHBIX HCCAEI0BAHUNM B3€PEHHOT0 CTPOEHUS
MOIUKPHUCTAILIOB [1].

[IprMeHUTETHFHO K KOATYJISAIMH YACTHI[ OBLIO
MTOKA3aHO0, YTO JIOTHOPMAILHOE paclpeeieHue aei-
CTBUTENHHO XapaKTepusyeT pacrpefiesieHre YacTHUIl
10 pa3MepaM, HO TOJIBKO MIPU YCIOBUHU, UTO €UHUII-
HBIE€ IIPOIIECCHI CIUIMAHUS MMEIOT HCKIIUNTEIHHO
croxactudeckuii (ciayuaiiubiii) xapakrep [7, 8]. Ilo-
HATHO, YTO PeajbHbIe MPOIECChl (POPMUPOBAHUA U
M3MEeHEHUs pasMepoB 3epeH B IOIUKPHUCTAILIE UMe-
0T KOOIIEPATMBHBIM XapakTep M HHUKAK HE MOTYT
paccmarpuBarbea Kak croxacruueckue [9, 10]. Ilo-
9TOMY MpPHMEHEHWEe JIOTHOPMAJIBHOTO pacIpenese-
HUA 711 ONMUCAHUSI MUKPOCTPYKTYP IIOJTHKPHCTAT-
JIOB CKOJIBKO-HHOYIbh HAIEKHOTO OOOCHOBAHHUS HE
umeer [11].

I pyroii crtocob ocHOBaH HA PACCMOTPEHUH (IIPH-
MEHHTEIHHO K mporieccaM (GOPMHUPOBAHUSI MHKPO-
CTPYKTYPHI) PA3IUIHBIX TEOPHH POCTA 3€PEH U IIO0-
JIy4eHU! aHaJIUTHYeCKUX pellleHud ypaBHeHUH,
OIMCHIBAIONIAX HBOJIIOIUIO 3€PEHHOM CTPYKTYPHI,
WM TIOCTPOEHUH (PYHKITUH paclpeneeHus Mo pas-
MepaM 3epeH MEeTOJaMU MaTeMaTHIeCKOTO MOJeIu-
poBanusd. B aTom ciyuae mosBaseTcs BO3MOKHOCTD
KCIIOIb30BATh I OMHUCAHUA MPOIECCOB (hopMUPO-
BaHUA IOJIUKPUCTAIINYECKON CTPYKTYpbl KHHETH-
YecKre ypaBHEHWA: YPABHEHHWS HEIPEepPbIBHOCTH
[12], Poxrkepa — [Lnanka [13], CmomyxoBckoro [14],
roasnecuennuu [15] u np. Kak mpasuio, atu ypasHe-
HHUA aHaAJIU3UPYIOT YUCI€HHbIMA MeTOJaMu, OJJHAKO
B TIOJIyY€HHBIX PE3YIhTATAX MOKHO BBIIBHUTH HEKO-
TOpBIE 00IIIHe 0COOEHHOCTH:

1) Bug yHKIHHU pacrpeeneHus 3epeH mo pas-
MepaM TIpu 0OJIBIITNX BpeMeHax IMPAKTUIEeCKH He 3a-
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BHCHUT OT HAYaIbHBIX YCIOBHH (CI€m0BaTENIbHO,
MOKHO OJKHATh IIOABIEHUA (DYHKITUU pacIpeneiie-
HHUA II0 pasMepaM 3epeH IIOIHKPHUCTAIIA OIIpefe-
JIEHHOTO YHUBEPCAIBbHOTO BUAIA);

2) acUMNOTOTHKN (PYHKIIUH paclpefeeHus IIo
pasmMepaMm 3epeH, MOJyYeHHbIe IIPU CAMBIX Pa3HBIX
IIOIX0/IaX, UMEIOT DKCIIOHEHITHAIBHBIN XapaKTep.

Hna HaxoXIeHWd TeopeTHYeCKux (QYHKIUH
pacrpenienieHud MOKHO TaKXKe HUCIONIb30BaTh 2D- u
3D-Mozeny MONUKPUCTAIIOB € IOCTIEYIOUINM CTa-
TUCTHYECKUM aHAIN30M I1apaMeTpPOB IOJIYyIEeHHBIX
cTpyktyp. CHHTE3 MHKPOCTPYKTYP IIPOBOAAT pas-
JMYHBIMU CII0CO6aMHU, U3 KOTOPHIX HAUOOJIBIIIEe pac-
npoctpanenue nonyunn meton Momre-Kapiao [16 —
18]. Ormerum, YTO pe3yabTATHI MOAETHPOBAHUS
MUKPOCTPYKTYP IIUPOKO HUCIIOIB3YIOT [IJIA PA3BUTUA
CTPYKTYPHO-()EHOMEHOIOTHIECKOTO MOAX0a B Me-
XaHWKe HEyIpyroro neopMUpOBaHUSI U (PU3UKE
dopmupoBanus (PUUKO-MEXaAHUIECKUX CBOUCTB I10-
JUKPUCTAUIMIECKUX MATEPUAIOB ¥ KOMIIO3UTOB.

Iens paboTbl — wuccrenoBaHWE OJHOPOSHOH
HM30TPOMHON ¥ OAHO(MA3HON MUKPOCTPYKTYPHI, CO-
CTOSIIEH U3 BBIMYKIBIX MHOTOTPAHHUKOB, CTATHCTH-
YeCKUMHU METOaMH.

AJTopuTM MOAEJIMPOBAHHUA 3€PEHHOU
cTpykTypbl MeTonom Moure-Kapio

IIpu craruecTryecKoM MOAETUPOBAHWH IIOJTUII-
PUYECKYI0 CTPYKTYPY HMOJHUKPHCTAILIA MOKHO TIpej-
CTABUThb KAK COBOKYIIHOCTH 3epeH cepHuIecKoi
dopmar [19].

Hccnenosanu momukpucrami, cogepsxammuii 10
3epeH cepuueckoii popmbl. BBenem obosHaueHuUsd:
D,, — nmamerp mpousBosibHOrO 3epHa (1 = 1, 2, ...,
10%), D, — cpesmHee 3HaJYeHHWe IMAMETPa 3epHA.
Jlya yHpolneHus WMCIOJIb30BAINH HOPMHUPOBAHHBIE
U, clefoBaTeIbHO, Oe3pasMepHble BeTW4YHUHBL: D; =
=D,/D,,D = 1.

[ukn momenupoBaHusA 3aKIOUaICd B paccede-
Huu cdepsl D; ciaydaiinoil miockoctso AA’ (mtoc-
KocTh manda), MPOXOAAIel Ha paccTosHuu h; =
= k;D; ot nentpa cdepsl (IuCI0BON KOI(UIeHT
|k;| <0,5) (puc.1). Ceuenne cdepsl ILIOCKOCTHIO
AA’' o06pasoBbIBA€T OKpPY:KHOCTH [aHaMeTpoM d;.
daxTruecKku 3TO MAaKCHUMAJIbHBIA BHIWMMBIA JgHAa-
MeTp CeYeHHuA. 3aTeM depe3 IIOCKOCTh OKPYKHOCTH
nuaMerpoM d; caydadHbIM 00pa30oM MPOBOIUIU Ce-
Kynryio BB', nmpoxozaamntyio Ha paccTroaHuu h;; = k;d,;
oT meHTpa okpy:xHOCTH (|£;| < 0,5). Cexymas mepe-
CeKaeT OKPYKHOCTb B JBYX TOYKAX, 00pasyd XOpIy
ITAHOM ;) .

CayuyaiiHbI XapakTep ITOMOKEHHUSI ILIOCKOCTH
AA’ u cexymeit BB' nms i-it cdeps! (3epHa) obecie-
YMBAJIU 34 CYET BBHIOOpA CIIy4alHBIX PABHOMEPHO
pacrpenieieHHbIX 3HAYEHWH KOB(P(MUIIMEHTOB k; U
k;;, renepupyembix B cermente [-0,5, 0,5]. [l sToro
WCIIOJIb30BAIN BCTPOEHHBLIM B IPUKIAMHON IaKeT

D; a,
4 i 4 B —f B’
| \
/ I"'i \ / |y

\R i +h $ .f'I +":}’
A A" B B'

a 6

Puc. 1. CxemMbl IpPOXOKIEHUIA CIydaiHod Iiockoctu AA'
gepes cdepy puamerpoMm D; ¢ o6pasoBaHHMeM ceueHUd AHA-
metpoM d; (@) u ciydaiiHoi cexyiei BB’ uepes ceueHue nua-
metpoum d; ¢ o6pasoBaHueM XOpHbl IITUHOM /;; (6)

Fig. 1. Scheme of the passage of random sections: a — pas-
sage of a random plane (section plane) AA’ through a sphere
of diameter D; and formation of the section with a diame-
ter d;; b — passage of a random secant BB’ through the sec-
tion with a diameter d; and formation of the chord with a
length /;;

Microsoft Excel matumk mceBmociydYaiiHbIX YHCEl
[20].

IIuknasr MOmeNMpPOBAHUSA IIOBTOPSIHA OJIS BCEX
10* 3epen nmonukpucramia. B pesyasrare momyuanu
MAacCCHBBI JHAMETPOB ceueHuit {d}, maua xopx {l},
roaaei {f} u mepuMeTpoB {p} cedyeHuii, Mo KOTO-
PBIM ompeneaatn PyHKIUN PACIpeNeaeHusI U APy-
rue CTaTUCTHUYECKHe XapaKkTepucTuku. Ilpuvmenenue
MEeTOJa CIyYalHbIX CEKYIIUX IIO3BOJIMJIO TAKKe OIl-
PemeNnuTh MACCUB 3HAYEHUHN yAeIbHON IOBEPXHOCTH
rpanut 3epex {ZS} [1].

B kauyecTBe MCXOOHBIX pacCIpeleIeHHil pasMe-
poB 3epeH (cdep) HCHOIL30BAIHN O-pacipenereHue
(umeambHO OXHOPORHAA CTPYKTypa, D, =D =1) u
HOpMaJsIbHOe pacmpenenenne (D = 1).

O6cy:xnenue pe3yabTaTOB

B pesynprare MomeIHMpOBAaHUA IOMYYHUIH CTATH-
cTHUYecKue napaMmerpsl (cpexuue sHavenua d, [, 1, p,
Koo puITMenTs Bapuanuu vy, Us U, U, U JIp.) H
(byHEIIMM paclipemeeHus MOAEIUPYEMBIX XapaKTe-
PHUCTHUK MUKPOCTPYKTYpbl. OTHOCUTEIBHEIE U HE 3a-
BHCAIIEE OT peaJTbHBIX Pa3MepPOB 3epeH BeTHIHHBI
d /D N/ / d ¥ [Ip.) UCIIONB30BAJIH IJIsi BEPU(PUKAIIUK
Pe3yIbTaTOB IyTEM HX COMOCTABJIEHHUS C TEOpeTHYe-
CKMMH U SKCIEePUMEHTATbHBIMUA JAHHBIMUA UCCIIEIO0-
BaHUA MHUKPOCTPYKTYPBI IOTUKPUCTAIIMIECKUX Ma-
TepHaioB, OJYyYeHHBIMH paHee.

Iapamempvr murpocmpyxmypuol. B Tabmuie
MPUBEIEHBI Pe3yIbTAThl MOJIETUPOBAHUS CTATUCTH-
YeCKUX MapaMeTPOB MHKPOCTPYKTYPHI IJIS Pasaud-
HBIX BHUAOB (PYHKIIMH pACIpEeNeNeHUs HCXOTHBIX
IuaMeTpoB 3epeH [21] u maHHBIE MOAEIHPOBAHWUSI
MOMIUSIPUUECKON MHUKPOCTPYKTYPBI, TOJyUYeHHBIE C
IIOMOIIBI0 CIIEITHAIBHO COCTABIEHHON IPOrpaMMBbl
[22].
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BupHO, uTO 715 BCeX HCCIeI0OBaHHBIX pacIpejie-
menmit d = 0,778 ... 0,788,1/d = 0,784 ... 0,787, =
= 0,61 ... 0,62. 9TO XOPOIIIO COTIACYETCA C TEOPETH-
YEeCKVMH OIEHKAMH, KOTOPBIE JJIA cirydas O-pacipe-
TeleHNs ONMHAKOBBIX IT0 hopMe HCXOAHBIX 3epeH
cocrasnsror d/D =1/d = 0,785 [19, 23]. TIpu mo-
NeTUPOBAHUN 3€PEHHOM CTPYKTYPHI JIA PA3THIHBIX
BHIOB WCXOJHOTO pACIpENeNIeHuss 10 pasMepam
chep (6-pacmperesnenre, OMMOIATBHOE U ACHMMET-
pUYHOE paclIpeneieHus) OIEHKH OTHOCHTEIbHBIX
3HayeHUH 5()PEeKTUBHBIX TUAMETPOB U JIMH XOPJ
COCTaBIISIOT d/D = 0,78, l/D = 0,61 u He 3aBHUCAT
OT BHa HMCXOMHOTO pacmupexpenenus [2]. ATo Taxxe
coryiacyercs C MOJyJYeHHBIMA JaHHBIMH.

IKCIIEpUMEHTATBHYI0 IIPOBEPKY aJeKBATHOCTH
pes3yIbTaTOB MOAENIMPOBAHUI AJIS Ciydas OgHOdas-
HOM WIealbHO OJHOPOIHON CTPYKTYPHI BBIMOIHSLIN
HA TEMILUIETAX M3 CIIPECCOBAHHOMW CBUHIIOBON MpoOu
omHOro pasmepa. J[pobuHKN mogOupasan TakuM 006-
pasoM, 9TOOBI UX TUAMETPbl He Pas3Iudauch 6ojee
gyem Ha 0,01 MmMm. J[[poOWHKN uUrpamu posib eTUHUY-
HBIX 3€peH, KOTOpbIe II0CTe MPECCOBAHUA WMENU
opMy mTpPaBHIBHBIX MHOTOTPAHHHUKOB. OKCIIEPH-
MEHTAJbHO OIIPeeIeHHbIH KOoa(pUIIEeHT Bapua-
muuu v; cocraBui 41 %, 4ro OMHU3KO K 3HAYEHHIO,
MPUBEIEHHOMY B TabiuIle s §-pacrpesieieHus, u
BIIOJIHE COTJIACYeTCd C HAHHBIMHY, IIOIYYeHHBIMH HA
OCHOBE M3MEpPeHUH JJTUH XOP/ Ha STAJIOHHBIX CTPYK-
typax (TOCT 5639) [24].

Pyuryuu pacnpedenenus. CraTucTUYECKUH
aHaIW3 Pe3yJIbTaTOB WM3MEpPEeHHH IapaMeTpoB
CTPYKTYphI IpOBOAWIM B mporpamme Statgraphics
Centurion. IIpoBepky corsacusi pesyibTaTOB MOJIe-
JIUPOBAHUS C TEOPETHUECKUMH (PYHKIUAMHU PacIpe-
JleJIEHUs BBIMOIHAIN C TIOMOIIbI0O KPUTEPUER COTJIA-
cus ITupcona yx2.

OTMeruM, 4TO KpuUTepHil X2 IM03BOJIAET IIPOBe-
PUTH COOTBETCTBHE SMIUPUIECKUX JTAHHBIX JTI0O0MY
TeopeTHYecKoMy paciipeaenenuio. Bmecre ¢ Tem He-
00XOIIMO YUWUTBIBATH, UYTO MPU M3MEHEHWH UWCIIA
WHTEePBaJIOB pasduenus, HampuMep, ¢ 26 1o 16 Bepo-
ATHOCTH coriacuda yBemmumBaerca c¢ 0,06 mo 0,43,
T.e. IOYTH HA TOPSAA0K. OTO 03HAYAET, YTO KOJIH-

YeCTBO MHTEPBAJIOB pas0HeHus, KOTOpOe aBTOMATH-
YEeCKM NPUHUMAETCSI IIPOrpaMMaMM [JIs KOJIHYe-
CTBEHHOTO aHanmu3a n3obpaxennii B AAY, He Bcerna
ontumasibHO. IlosToMy TecTmpyemoe pacmpemese-
HHe IPUHUMAIN B TOM CJIydae, eClh BEpPOSTHOCTH
COTJIACHA C TEOPETHYECKHUM pPAacCIIpeeieHreM IIpe-
Boirana 0,05.

B o0606111eHEHOM BHe pesyabTaThl MOIEIUPOBA-
HHSI MOJKHO IIPEICTABUTH CIIeAyIOIuM oOpaszoMm. B
clyyae WCXOMHOTO O-pacipejelieHus IHaMeTPOB
chep yHKIMSI pacipeneleHus 10 IJINHAM X0pH [ u
nuamerpam cedenuit d moutu co 100 %-it BepoAaTHO-
CTBIO COOTBETCTBYET JByXIIapaMeTPUIECKOMY [3-pac-
MpeIeJIEHII0, KOTOPOe B HAIIIEM CJIy4ae MOKeT ObITh
IIPEICTABICHO KaK

1

_ m-1(1 _ ,\n-1
_7B(m,n)x 1-x)n"1, @)

Bon,n ()

ronex = [ (mnmu d),

1
B(m,n) =j tml1-prlde —
0

B-pyurnms (m > 1, n > 1).

IIpu O-pacnpemenenuy HOPMUPOBAHHBIX IHA-
MEeTPOB HCXOAHBIX cdep 3HAUEHUS IJIUH XOpx [ u
IUAMETPOB CedeHWi d WMEIT OTPAHHYEHHYI 00-
nmacth ompenenenus [0, 1], mosroMy B maHHOM CIy-
yae (PyHKIIMHM pacIpefeleHus HKCIOHEHITUATHHOTO
BHUIAa HE MOTYT OBITH peanu3oBaHbl. PyHKIUU pac-
TIpeJleJIeHUsA 0 pa3MepaM 3epeH CTEIeHHOTO BHA,
momobubie B-pactpenenenuio (1), MOKHO HOIYIUTH
IIPX PACCMOTPEHUH IIPOIiecca pPocTa 3epeH € yIeToM
JOTIOJTHUTEIBHOTO YCIOBUA — KOHEYHOTO 3HAYECHUA
MaKCHMaJbHOro pasmepa sepHa [25]. Taxum 06-
pasoM, IOIy4YeHHBIH B pesyiabTaTe MOAEIUpOBa-
HHUS BUI (PYHKIUHM PACIpPEIeIeHHs MOKEeT OBITb
peanTu3oBaH TONHKO IPHU BBHIMIOJTHEHUH OIpe[e-
JIEHHBIX YCJIOBUH W WMEET OTPaHUYEHHYI0 00/1acTh
MIPUMEHEHUS.

Jlma MCXOMHOTO HOPMATILHOTO pPAaCIpeneIeHus
II0 HOPMUPOBAHHBIM AuamMerpaM cdep QYHKIHI

Pesynprarsr MogennpoBaHusa mapaMeTpoB 36PEHHOTO CTPOEHHA IOIHKPHCTAILIA

The results of modelling the grain structure parameters of the polycrystal

Hcxomnoe ITapameTpbr uCXOMHOTO

TTapameTrpbl MOIETUPYEMBIX PaCIIPEIeIeHII

pacipenenenne

pacupejeneHus d vy, %
’

f vr, % l vy, % P Uy %0

8-pacmpeenenue D=1uv,=0% 0,778 28,7 0,51 45,6 0,61 42,2 2,44 28,7
Hopmanbroe D=1uv,=15% 0,785 32,2 0,54 55,1 0,616 43,8 6,15 16,7
baclipesie/IeHue D=1uv,=30% 0,789 41,9 0,58 75,8 0,62 51,9 6,82 51,4
D=1uv,=40% 0,788 50,0 0,61 91,5 0,61 60,3
Hopmansroe D= 1L,vp=10% 0,786 30,3 0,617 42,6
pacmpenenenme [22] 1y _ 9, =209 0,786 35,0 0,618 46,3
D=1uv,=30% 0,784 42,3 0,616 52,4
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pacupenenenus AuH XopA [ u 3PEKTHBHBIX
pasmepoB (guameTpoB) d COOTBETCTBYET Y-pacmpe-
NIEJIEHUI0

}\’k
Vpp () =——xF e, (2)

(k)

rnex = [ (mnmu d),

(k) = j thle-tds —
0

y-pyurnus Jinepa (B > 0, A > 0).

OtMeTuM, 94TO (DYHKIIHSA PACIIPENETICHUA YIelhb-
HOUM ITOBEPXHOCTH 3€peH %S OMHUCHIBAETCI HOPMAah-
HBIM pacrpenenenueM. s y-pacupeneseHus Mare-
MaTudecKoe OKUIaHUe CIyJalHOM BeJIWYUHBI X
nmeet Bun: Mx = k/A.

Iloaenenue y-pacmpeneneHus Mo pasMepaM 3e-
peH o0bsicuuMo. JlefcTBUTENBHO, aCHMIITOTUKN
yHKIIME pacmpemeneHus IO pasMepaM 3€peH hMe-
0T SKCIOHEHIIMAIbHBIN XapakTep U HeoTrpaHHYEH-
HyI0 obiacth ompexnenenus x € [0, ). Kpome Toro,
y-pacupemenenuo OyaeT moaurHeH 1100 mpolece,
ABIAIONIUNCA peajiusaleldl COBOKYIHOCTH He3aBU-
CHUMBIX 9KCITOHEHITHAIHHO PACIIPEIeIEHHBIX CAyJIai-
HBIX TPOIeccoB [26]. ITo BIIONHE XapaKTepHO s
IpoIecca pocra 3epeH U (POPMUPOBAHUA 3€PEHHOM
CTPYKTYPHI MOMHKpPHUCTALIA. V3BEeCTHO TakiKe, 4TO
TIPU OIPEENIEHHBIX YCIAOBUAX, KOT/Ia COBOKYITHOCTD
HE3aBUCHUMBIX CIyYaHHBIX IIPOIECCOB CTAHOBHUTCH
O4YeHb OOJIBIIION, Y-pacipeaeaeHue MpubInKaeTcs K
HOpPMaJbHOMY pacmupeznesnennio. [lo-Bumumomy, 5T
¥ TPOUCXOIUT IPHU Tepexone OT JuHeHHbIX ([, d) K
6osiee CIOKHOMY TapaMeTpy — YAEIbHOH MOBEepX-
HOCTH T'PaHUIl 3epeH XS.

Ilns skrcreprMeHTaIbHON MPOBEPKU Pe3yiabra-
TOB MOJEIUPOBAHUS (PYHKIIUK PACIPEIEIEHUI II0
a(ppeKTUBHBIM pasMepaM 3e€peH MPOBEIN METAJIO-
rpaduuecKuil aHaJu3 CTPYKTYPhI MAaJIOyIJIEPOJIH-
croii cramu O8KI Iociae PEeKPUCTATIH3AIMOHHOTO
omkura. Pexum oTiura 00ecredmsi CTaTUCTHIECKH
JIOCTOBEPHYI0 OJHOPOMHOCTb CTPYKTYPHI U OTCYTCT-
BHe Merayuiorpaduyeckoi anusorpomnuu. Ilapamer-
PBI 3€PEHHOM CTPYKTYPhI OMPEIe AN METOAOM CILy-
YadHBIX CeKyIIuX Ha MHEpodororpadmsax (pasmep
X0p/), TUIAHUMETPUYECKUM MeToqoM (ILIOIIanb ce-
YEHHUH 3€pPeH) U MEeTOAOM CIYyYaHHBIX CEKYIIHX II0
craagapty ASTM E122-85 (ynenbHas HOBEPXHOCTD
TPaHMUI] 3ePeH).

Ha puc. 2 npeacraBieHbl THCTOTPaMMBbI pacipe-
IeIeHUH IJIUH XOPJ U yAeIbHOH MOBEPXHOCTH I'pa-
HUIl 3epeH. Mcnonb3oBanre KpUTepusa x2 IMOKA3AJI0
coryiacve SMIMPUYECKOTO ¥ TEOPETHIECKOTO pacipe-
JIIeJIEHUH C MOBEPUTENbHON BepoaTHOCTHIO 0,22 m
0,68 CcOOTBETCTBEHHO, YTO 3HAYUTEIBHO ITPEBOCXO-
mur kputudeckoe sHadenwe 0,05. dpderTuBHBIH
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Puc. 2. T'ucrorpammel pacupeneneHuii aiuH xopx (@) u
YAEIHHOU ITOBEPXHOCTH rpaHwull 3epeH (6) (CIUIOLIHBIE JIH-
HHUY — TeOpeTHYeCKHe KPUBBIE Y-paclpeelleHus i HOPMalb-
HOTO pacIpeeIeHHsa COOTBETCTBEHHO)

Fig. 2. Histograms of the distribution of the grain struc-
ture parameters: a — distribution of the chord lengths; b6 —
distribution of the specific surface of grain boundaries (solid
lines — theoretical curves of y- and normal distribution)

pasMep 3epeH TaKKe C BBICOKOH CTEeIeHBI0 JOCTO-
BEPHOCTH OIIHUCHIBAETCS Y-PACIpeieIeHIeM.

Ha puc. 3 mpuBefeHbl pesyabTaThl MPOBEPKHU
COTTIACHs SMIIMPHYECKOTO0 U TEOPEeTUIECKOTO0 HOP-
MAaJIBHBIX 3aKOHOB paCIpeieieHusi TrpauuecKuM
MeTomoM (IIyTeM MpeACcTaBIeHUs Pe3yIbTaToOB H3Me-
peHui yreabHOM IIOBEPXHOCTH TPAHUIl 3epeH Ha Be-
PpOATHOCTHOM Oymare).

Bugwo, uro mmumb X0pa U 3(peKTUBHBIE pas-
MephI 3epeH B TMONUIIPUUYECKUX CTPYKTypax aiex-
BaTHO MOTYT OBITh OIHCAHBI Y-pacIpeie/ieHueM, a
yAenbHAsA MOBEPXHOCTb TPAHMUI] 36PeH — HOPMAaJb-
HBIM 3aKOHOM pacrpesenenns. Paccunras mapamer-
PbI QYHKIMH pacipeneneHus Hanboaee BaXKHON xa-
paxrepucTury — 3¢ eKTHBHOTO pasmepa d, MOKHO
o copmyne (2) MOAYyYUTb, 1O HAIIEMY MHEHHIO,
Haubosee ymoOHY I MPAKTHIECKOTO HCIIOIB30-
BaHUA OIEHKY CpeJHEero pasMepa 3epHa HCCIeaye-
MOTO OJIMKPHCTAILIA.
3akarogueHue

CraTuctudeckoe MOJeTHPOBaHUE MUKPOCTPYK-
TYpPbI COBOKYITHOCTH C(EPHUECKUX YACTHIl KaK MO-
Ienu OmMHO(A3HOH M PABHOOCHOH ITOIMDIPUIECKOMH
cTpyKTyphl Metonom Moute-Kapno mo3sommnmo mo-
JyIUTh CTATHUCTUYECKHe IapaMeTphl (cpenHue 3Ha-
YeHHUA, MUCIEPCHHU, KO3((PUIMEHTHI BapUalliu) U
dyurmun pacupenenenus auamerpoB (adpderTus-
HBIX PasMepoB) CAyYaWHBIX CEUEHUH 3epeH d, IIUH
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Puc. 3. Pesynprarel maMepeHU# yaeIbHOH IIOBEPXHOCTH
TPaHUIl 3€PeH, MPe/CTaBIeHHble Ha BEPOITHOCTHON Gymare

(crutomniHas THUHUA — TEOPEeTHYEeCKOe HOpMAaIbHOE pacIipe-
IleJIeHne)

Fig. 3. The results of measuring the specific surface of
grain boundaries presented on a probabilistic paper (solid
line — theoretical normal distribution curve)

X0p/ [ U IpyTHUX XapaKTepUCTHUK 3€PEeHHOU MUKPO-
CTPYKTYpPBI. ¥ CTAHOBJIEHO, YTO (PYHKIIHMS pacIipeie-
meHus 3(PQEeKTUBHBIX pPa3MepOB 3epeH Haunboiee
aeKBATHO OIKCHIBAETCS Y-pacrpenejeHneM, KOTo-
poe cremyeT WCIONb30BATH IPU aHAIW3Ee SKCITe-
PUMEHTATBHBIX (DYHKIHMH pacupeneleHus II0 pas-
MepaM 3epeH OAHO(A3ZHBIX MOJUKPHUCTAIIHIECKAX
MaTepuajioB ¢ paBHOOCHbIME 3epHaMu. OOGBIYHO
[PUMeHseMoe JOTHOPMAaIbHOE paclpejielieHne He
MMeeT JOCTATOYHOTO (PU3UIECKOTO OOOCHOBAHHA.
Ilokasano, uTo cTaTUCTHYECKH 0O0CHOBaHHAA U JI0-
CTOBepHas OIIEHKA CPeHero pasMepa 3epeH — reHe-
panbHOe cpenHee (MaTeMaTHIeCKoe Oikupanue) g-
(beKTHUBHBIX pasMepoB 3epeH ¢ QYHKITHEH Y-pacipe-
IeJIeHUs], TapaMeTpbl KOTOPOH JOJIKHBI ObITH IIPe-
BapUTEIbHO OIpEeNIeHbl IPU aHAIN3e 3ePEeHHOMN
CTPYKTYPBI  IOJHUKPUCTAIUIMYECKOTO MaTepHala.
[Tomyuenuble pe3yabTaThl CTATHCTHYECKOTO MOJIe-
JIUPOBAHUA IIOATBEPKIACHBI 9KCIIEpHMEHTAJIbHbIMU
MAHHBIMH ~METAJIOTPA(UUECKOT0  HCCAETOBAHUS
MUKPOCTPYKTYP MOJEIbHBIX (T€MILIEThI U3 CBHHIIO-
BOH Ipo0M OJWHAKOBOTO pasMepa Kak aHaIoT OIHO-
(hasHO#! MmeanbHO OJHOPOAHON CTPYKTYPHI) M IIPO-

MBIIUIEHHBIX (Manmoyriepopucrad cranb 08km)
MaTepHuasoB.
BaarozapaocTn

Agstops! BeipaskaioTr 6aarogapaocts E. 9. Hogo-
csernoBoii, B. B. Pomamosoit u E. B. lllepcruépoii
(racpeapa ®PMM Tyal'y) 3a momors B IpOBEIeHUH
SKCIIEPUMEHTATbHbBIX UCCIeI0BAHUM.

duHaHCHpPOBAHHE

Pa6ora BbpimonHeHA TPU YACTUYHON (DUHAHCO-
BOI moamep:kke Poccuiickoro ¢ouaa dyHmamen-
TaJabHbIX ucciaenoBanuit (rpart Ne 18-02-00760).
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ITPOTHO3VWPOBAHUE KOHTAKTHO-YCTAJIOCTHBIX IIOBPEK/IEHHUI
PEJIBCOB PACUETHO-ORCIIEPUMEHTAJIbHBIMHA METOJAMMU
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Awnanu3 mpuUYUH BBIXOJIA M3 CTPOSI PETbCOB B IIPOIIECCEe HKCILIyaTAIlNH IIOKA3AN, YTO CPEeIH HUX
BayKHOE MECTO 3aHUMAIOT [e(peKThI KOHTAKTHO-YCTAIOCTHOTO Xapakrepa. Llenxs paborsr — mpu-
MEHEHHEe COBPEMEHHBIX YHC/IEHHBIX METOIOB I PACYETHON OIIEHKH CPOKA CIy:KObI PeIbCOB
JI0 00pa3oBaHMs KOHTAKTHO-YCTAJIOCTHON TPEINWHBI Ha MOBEPXHOCTHA KATAHUA B 3aBUCHMOCTH
OT BeJIMYHH 0ceBOi Harpysku. [l pacuera HanpsuxeHHo-1edopmupoBantoro cocrosuus (HIIC)
B 30HE KOHTAKTHOI'O B3aUMOJEHUCTBHS KOJIECA M PENIbCA HCIIOIb30BAIN KOHEYHO-3IEMEHTHYIO MO-
IIeITb, peain30BanHyo B mporpammeuoM komiuiekce MSC.Marc. Aunanus H]IC mokasan ero ciosx-
HBII MHOTOOCHBIH ¥ HETIPOIIOPIIMOHAIBHBIN Xapakrep. /1711 onpeesieHus HAKOILUIeH KOHTAKT-
HO-YCTAJIOCTHBIX TIOBPEKIEHUN HA IMOBEPXHOCTH KaTaHWs PEIbCOB BHIOPAHA MOJEIH MHOIO-
ocHO¥M ycrajoctu Bpayma — Mwiiepa, peanmwsoBanHas B nporpammaoMm komiuiexce MSC.Fa-
tigue. JlanHas Momenb OMUpaeTcs Ha IIPEIIIOIOKEHNsI, YTO0 HAUOOIIBIIIHE YCTAIOCTHBIE TIOBPEIK-
JIEHUsI B METAJIJIe BOSHUKAIOT HA IUIOMIA/IKE C MAKCUMAIBHBIM KacaTelbHbIM HanpskenueM. [1pu
9TOM YYUTHIBAETCS BJIWIHHE HOPMAJIBHBIX HANPSKEHHN HA STOM ILUIOMIAIKE. Pe3ynbTaThbl
CPABHUTEBHOTO PACYETHOTO aHAIM3A PECYpCa PEeIbCOB MOATBEPIKIAIOT, YTO C TOBBIIIIEHUEM 0Ce-
BBIX HArPy30K IIPHU [IPOYMX PABHBIX YCIOBUAX CPOK CIy:KObI cHmKaercsa. Ilpu mome 20 % rpyso-
BBIX I10€3]I0B C OCEBBIMM HATPY3KaMH 25 TC B CyTOYHOM IIAKETe CIEAYeT OKUIATH CHUKEHUA KOH-
TAKTHO-YCTAJIOCTHOM MOJTOBEYHOCTH penbcoB HAa 3-—4 %. Ilpencrapisiercsi BO3MOMHBIM
COBEpIIIEHCTBOBAHNME METOAUKN IPOTHO3UPOBAHMUSA KOHTAKTHO-YCTAIOCTHOHN J0JTOBEYHOCTH Pe-
JIHCOB B YACTH JKCIEPUMEHTAIBHOTO OMPENETIeHUs YCTAIOCTHBIX W MPOYHOCTHBIX XapaKTepH-
CTHK PeJIbCOBOM CTATH B 3aBHCHMOCTH OT CTETIEHH YIIPOYHEH [IOBEPXHOCTH KaTaHWs, UX BEpPO-
SATHOCTHBIX CBOMCTB M WCIIOJb30BAHNS MHTETPAIIBHOIO 3aK0HA PACHPEIEIeHUsT BEPTUKAIBHBIX
CHJI C YYETOM CTPYKTYPbhI IPY30II0TOKA, IIPOXOASAIIIETO 10 YIACTKY.

KaroueBsblie ciioBa: neeKThl PeIbCOB; KOHTAKTHO-YCTAIOCTHAS JOJITOBEYHOCTD; MHOIOOCHAS
YCTaJIOCTh; OCEBBIE HATPY3KH; CIIEKTP CHJI; MOJIE]b HAKOIJIEHHUA TIOBPEKIEHIH.

PREDICTION OF CONTACT-FATIGUE DAMAGE TO RAILS
USING COMPUTATIONAL-EXPERIMENTAL METHODS
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Analysis of the operational data related to rails failure showed that contact-fatigue defects consistently
hold a prominent place. The goal of the study is to show the possibilities of using modern numerical meth-
ods in calculation assessment of the service life of rails before the onset of contact fatigue crack formation
on a running surface depending on the values of axial load. To calculate a stress-strain state in the area of
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contact interaction between the wheel and rail a detailed finite-element model implemented in the MSC.
Marc software package is used. The analysis revealed complex multiaxial and non-proportional nature of
the stress-strain state. The Brown — Miller multiaxial fatigue model implemented in the MSC. Fatigue
software package was taken to determine accumulation of the contact fatigue damages on a rail running
surface. The model is based on the assumption that maximum fatigue damages in the metal occur in the
area with the maximum shear stress. The impact of normal stresses in this area is also taken into account.
The results of a comparative computational analysis of the rail life time confirm that the service life de-
creases with increasing axial loads, all other conditions being the same. With a share of 20% of freight
trains with axle loads of 25 tonf'in a daily pattern one should expect a decrease in the contact fatigue life of
rails by 3 —4 %. It is possible to improve the method for prediction of the contact fatigue life of rails in
terms of experimental definition of the fatigue and strength characteristics of the rail steel depending on
the degree of hardening of the running surface, their probabilistic properties and the use of a cumulative
distribution of vertical forces taking into account the structure of the freight traffic passing through the
section.

Keywords: defects of rails; contact-fatigue life; multiaxial fatigue; axle loads; forces range; damage accu-

mulation model.

BBenenune

H3-3a BospacramoIiux 06beMOB IPy30BBIX U IIAC-
CAKMPCKUX MIEePEeBO30K B IIOC/IEIHUE TOAbI YBEIUYIH-
BAIOTCA OCEBbIe HATPY3KH M CKOPOCTH JBUKEHHU JKe-
JIE3HOMOPOIKHOTO TOABM;KHOTO cocraBa. B cBasu c
STHM IIOBBIIIAITCA TPeOOBAHUS K HH(PPACTPYKTYPE,
B YaCTHOCTH K pelibcaM, K 00eCIIeueHnIo uX pecypca
u OesoracHoCTH ABUxkeHud [1 — 3].

Benencreue yBenmuuenus Harpy3ok KoJieca peib-
CBI TIOABEPraTCs 00Jiee 3HAYNUTEILHBIM IIOBPEK Ie-
HHUAM — UHTEHCHUBHOMY M3HOCY ¥ KOHTAKTHOMH yCTa-
JIOCTH ITIOBEPXHOCTEH KATaHWs B BHJE BbIKpAIIUBA-
HHS MeTa/lIa ¥ MHOKECTBEHHBIX TPEIuH Ha pado-
YHMX IOBEPXHOCTSX IOJOBKH penbca. CraTucTuka mo-
KA3bIBAET, YTO [OOJA H3BATHIX U3 CETH KEeJIe3HbIX
nopor Poccuiickoit @eneparinu penbcos ¢ gedexra-
MM KOHTAKTHO-yCTAJIOCTHOrO xapakrepa (medekTsl
10, 11, 17, 21 o xomam HT/I/ITII-2-93) oT ob11tero
KOJIMYECTBA M3LIMAEMbIX OCTPOIe(DEeKTHBIX PEIbCOB
(OIP) emxeromuo cocrasiser Gomee 50 %. B cpen-
HeMm 20 % oT 00IIero KoJIudecTBa M3JI0MOB PeIbCOB
IMPUXOAUTCSI HA M3JIOMBI IO IIOIEPEYHBIM YCTAIOCT-
HBIM TpemuHaMm — pedekrtsl 20, 21 (puc. 1), ucrou-
HUKaM{ 00pa30BaHMSI KOTOPBIX SIBJISETCI KOHTAKT-
HO-yCTaJIOCTHASA [OBPEKIAEMOCTh paboueii BHIKPY:K-
KU ¥ TIOBEPXHOCTH KaTauwusd [1, 4].

Kax moxasbIiBaroT wmcciienoBaHUsA, BBINOJHEH-
uble B0 BHUMIKT [1], KOHTAKTHO-yCTAIOCTHLIE HA-
MPSKEHUsT BO3HUKAIOT B PE3yJIbTATe ITOCTEIIEHHOTO
HaAKOIUIEHUA 1e()eKTOB ITOBEPXHOCTBIO AETPagupy-
IOIIIEr0 B IIpoIlecce SKCILIyaTaruu ciod. IIpu sTom
6omee yem Ha 20 % yMEHBIIAETCSI COMPOTHBICHUE
YCTAJIOCTH, B HECKOJbKO pPa3 CHUIKAETCI OTHOCH-
TeIbHOE yIJWHEHWe 38 CYeT HCUYEPIIaHUsd IIaCTUd-
HOCTH MeTajIla B pe3yjbrarTe MepeHaraena. JTo
MIPUBOIUT K 00Pa30BAHHUIO BBIKPAIIIUBAHUI MeTaJLIA
MIyOWHOM 10 4 MM M HPOIOJbHBIX TPEIUH TIJIyOu-
HOH 710 8 MM C MOC/IeAYIONAM Pa3BUTHEM IIOIIEPEeY-
HBIX YCTAJOCTHBIX TPEIIUH. Y CTAHOBJIEHA TAKIKE
ImpsiMasg 3aBHUCHMOCTb POCTa TPEIUHBI KOHTAKTHOMH
YCTAJIOCTH C BBIKPAIIMBAHUEM U IIOIEPEYHBIM yCTa-
JIOCTHBIMHU M3JI0MOM PeJIbCa OT IIPOILYIIeHHOTO TOH-

Haxa [1, 4]. Ormeueno, uro Hambosbiee (o 75 —
78 %) wnzbatue O/IP ¢ mederrom 21 mpomcxomut
npu Hapaborke TorHA}kA oT 500 10 800 MIIH T rpysa
OpYTTO M IPaKTHYECKH He 3aBUCHUT OT IPYy30HAIMPS-
sKeHHOCTH [4].

CornacHo pesynbTaTaM HCIBITAHWHA PEIbCOB HA
ycranocTh [5], HaKOIJIEeHHEe YCTAJIOCTHBIX TIOBPEXK-
IeHWH B BEPXHHUX CJIOAX TOJOBKU PEIBCOB B DKC-
IUIyaTanuu [0 00pasoBaHUA TPEI[UH MPUBOAUT K
HEOOJBIIOMY ITOHMKEHHUIO COMPOTUBIEHUSI YCTAJIO-
cru (Ha 10— 12 %). Ilocne mpomycka HEKOTOPOro
TOHHAKA B Pebcax 06pasyloTcs BHYTpPEHHHE IIpe-
JIeTbHBbIE TPEIIUHBI, YTO BBI3HIBAET CHIKEHUE CO-

6

Puc. 1. 9xcuyaranuonubie aeekTs: @ — 1m0 Koxy 20 —
IIONIepEeYHbI€ TPEIIUHBI B I'OJIOBKE PeJIbCa, BbI3SBAHHbIE BHY-
TpeHHuME nedexramu (PIOKEHOM, Ta30BBIMU IIy3BIPSMHU H
T.11.); 6 — 110 Koy 21 — 1momepevHbIe TPEIUHbI B TOJIOBKE pe-
JIbCa, BBI3BAHHBIE KOHTAKTHO-YCTAJIOCTHOM IIOBPEKIaEMO-
CTBIO MEeTaJLIa

Fig. 1. The most dangerous, poorly detectable operational
defects: a — defects according to code 20 — transverse
cracks in the rail head caused by internal defects (flakes, air
bubbles, etc.); b — defects according to code 21 — transverse
cracks in the rail head caused by metal contact-fatigue
damage
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Puc. 2. VsmeneHnne COIPOTHUBIEHHS YCTAIOCTH HATYPHBIX
00bEMHO-3aKaTIeHHbIX (CIITIONIHAA JTUHUA) U TEPMUIECKH He-
obpaboranubix (mTpUxoBas) peabcoB P65 B 3aBucHMOCTH OT
YHC/IA [UKJIOB HATPY!KeHUsd: I — I PebCOB B COCTOSHUHU
TIOCTaBKH; 2 — TI0C/Ie MPOIyCKa TOHHAMKA 0 00pa3oBaHUs B
TOJIOBKE TPEIUHBI; 3 — C IPOJ0IbHBIMHI YCTATIOCTHBIME TPe-
IIMHAMH B TOJIOBKe; 4 1 5 — ¢ nedexramu 21 ¢ Mmasoi u 601b-
II0H ILIOIAAAMHA COOTBETCTBEHHO [5]

Fig. 2. Dependence of the fatigue strength of full-scale vol-
ume-hardened (solid line) and untreated (dashed line) rails
R65 on the number of loading cycles: I — rails as delivered,;
2 — rails after passing the tonnage before the initiation of
cracks in the rail head; 3 — rails with longitudinal fatigue
cracks in the rail head; 4, 5§ — rails with defects 21 with a
small and large area, respectively [5]

MIPOTHUBIIEHUs ycTajdocTu Ha 15— 25 % mo cpaBHe-
HHIO C 9THM II0Ka3aTejieM Y HOBBIX PeIbcoB (puc. 2).
Ilpu BOBHHUKHOBEHHWH IIONEPEYHBIX YCTAIOCTHBIX
TPEIIuH BeIWYUHOM 6Gosee 5 % ILIOIMALM CEYEeHHS
TOJIOBKH PEJIbCA €r0 COIMPOTUBIIEHUE YCTAIOCTHA CHHU-
skaercs yxxe Ha 70 — 75 % (cm. puc. 2).

Ha poct noBpesxaeMocT peabcoB U CHUKEHIE
MX J0JTOBEYHOCTH IIPU PA3BUTHUH B HUX 1e()EKTOB,
0COOEHHO TIOMIEPEYHBIX YCTAIOCTHBIX TPEIUH B TO-
JIOBKe DPejbCa, CyIIeCTBEeHHOEe BIUIHHE OKa3bIBAEeT
IUHaMHU4YeCKOe BO3JEeUCTBHE Ha PeJbChl IIPU IIOBBI-
LIEHUH CKOPOCTel IBUKEHU I10e3/I0B.

BrimmensnosxkeHHOe CO3[aeT IMIPEAIIOCHITKYU I
TATbHEHIIero COBEPIIEHCTBOBAHUSA Ae(EeKTOCKOIIN-
YeCKOT0 KOHTPOJIA, ITOBHIIIeHN ero KadyecTBa. Bak-
HBIMU ITapaMeTpaMu 1edeKTOCKOIITIECKOr0 KOHTPO-
JIL PeJILCOB B IyTH SBJISIOTCI IIyOuHA 3ameranus h
¥ YTOJI HAKJIOHA TLIOCKOCTH PasBUTHA AedeKrToB 21.
ITosTOMy HEOOXOAMMO IIOBBICUTH TOYHOCTH 3aMepa
aTux mapameTrpoB. PopmMupoBaHUE IOBPEKICHUN
B II€JIOM 3aBUCHUT OT PA/a SKCILIyaTAI[MOHHBIX (DaK-
TOPOB: TIAHA, TPOMUIS U COCTOAHUSA IIyTH, PEATU-
3yeMOH CHJIBbI TATH JIOKOMOTHBOB, I'DYy30HAIIPIKEH-
HOCTH ydacTka u ce3oHa roxa. OmHako ompepens-
o PakTop — BeIWYWHA O0CEeBOM HArpy3ku P
TIOIBMIKHOTO cocTasa. Tak, mnia peabcoB P65 unTeH-
CHUBHOCTH HAPACTAHWS TJIyOMHBI MOKET OIMHUCHIBATE-
c SMIMPHUYECKOH 3aBHCHMOCTBHIO, IIPUBOJUMOHN B
[5-171.

IIpu pocre auHAMWYECKHX HATPY30K XPYIIKOE
paspyllieHre peabca B IIyTH BO3MOKHO IIPH IIOIIe-
PEYHOR YCTAJOCTHON TpEIIWHE CPABHUTEILHO He-
6ospiniux pasmepos. [losToMy 1y cCBOEBPEMEHHOTO
obHapy:KeHus B peibcax aedexTos 21 6ombIoe 3Ha-
YyeHHEe MMeeT 3HAHHE IIPOIlecca PA3BUTHSA IOIIeped-
HBIX YCTAQJOCTHBIX TPEIIWH B TIOJIOBKE pPEIbCOB.
YcranoBaeHo (Hampumep, B [5]), 4To cKopocTs pocTa
MIOIIEPEYHBIX TPEIIUH 32 IIEPUOJ IPOIyCKa HEeKOTO-
poro TouHaxka T xapakrepusyercs K03 duIirmeaTom

Fy

1

1
Tn D

roe Fy u Fy — momany molnepevyHod TPEeIIuHbl B
HaYaJIbHBIN IIEPHOJ U IOCIe IPOIycKa ToOHHaMka 1.
JTOT IOKa3aTenab A peabcoB P65 mpu Harpyskax
20 u 30 Tc cocrasmser 0,044 u 0,083 [5].

Ilear paGoThl — pasBUTHE PACUYETHO-IKCIIE-
PUMEHTAIBHBIX METON0B HCCACHOBAHUN IIOBPEIKIA-
€MOCTH PEeIbCOB C IIOCTPOCHHUEM MAaTeMaTUYECKHUX
mozenei moxemikHOTo cocraBa (IIC), myru (II) m
B3aMMOJIEHICTBHUA B CUCTEME «KOJIECO — PEJIBC».

MeToabl HCCJIEeIOBAHUA

B ocHoBe paboThl JexaT MpU3HAHHBIE BO BCEM
MHpE MeTOJAbl, OCHOBAHHBIE HA KOHEYHBIX DiIe-
MeHTax W JUHAMHYECKOM MojeaupoBaHuu [8 — 12].
Hna ux peanus3aliuM HCIOIb30BAHBI H3BECTHBIE
mporpaMMHbIe paspaborku. s uccieqoBanus Ha-
npsixenHo-gedopmuposannoro cocrosuua (HIC),
OMMCAHUA W IPOTHO3UPOBAHUA ITOBPEKIAEMOCTH
penbcoB B 9Kcmuyararuu crmenmanucramu  AQO
«BHUKTH» paspaborarna KOMIUIEKCHAS CHCTEMa
YHCIIEHHOTO MOJICTUPOBAHUSA YCIOBUH PAOOTHI Pellb-
COBOTO IIyTH IIPH ABMIKEHUU T0e3[]a U KaYeHU! KO-
neca 1o penbcy [11]. Takas «xene3sHOZOPOKHAA Me-
XaHUYEeCKas CHCTeMa» BRIIoYaeT B cebsd MaTeMaTH-
yeckue mogenu 1IC, II, koHTakTa «K0eco — peabe».
Mogenu paspaboTaHbl HA OCHOBE HCIIOIL30BAHUS
mapamMeTpoB, XapaKTEePHUCTUK, CBOUCTB U IOKa3aTe-
set B3aumogeiicreus amemerToB 11C u 11, momyuen-
HBIX TI0 Pe3yJabTaTaM IPOBEIeHUS HAYIHO-UCCIEI0-
BaTEJIbCKUX Pab0T, AaHATN3A SKCIIEPUMEHTAIbHBIX U
SKCIIyaTallMOHHBIX MaHHBIX [8, 10, 11].

Huuamuaeckue mogenu [IC (;rokomoruBa, Baro-
HOB) pa3paboTaHbI ¢ IOMOIIBI0 KOMIIBIOTEPHOTO I1a-
kera mporpamMM Universal Mechanism u cocroar us
TBEPAOTENHHBIX KOMIIOHEHTOB — KOJIECHOH IaphI,
TeleKeK, Ky30Ba — C yIPYTOAUCCUIIATUBHBIMY CBi-
3AMU Mekay HuMHu (pHC. 3).

Mogens MeXaHUYECKOH CHCTEMBI IpeIHa3Haue-
HAa JIJIs IPOBEeHUS CPABHUTEIBHOTO aHAIN3a CPOKA
ciy:0BI PerbCcoB M0 00pa3oBaHWs B HUX KOHTaKT-
HO-YCTAJIOCTHOH TpemuHsbl. [To pesyabraraMm KOMITh-
IOTEPHOTO MOJIETHPOBAHUA IPOIlecCa HAKOIJIEHUI
KOHTAKTHO-YCTAJIOCTHBIX MOBPEKIEHUI HA ITOBEPX-
HOCTH KaTaHUS PeIbCOB YCTAHOBIEHBI KOJIHYECT-
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Puc. 3. Pacuernas momens u cxema CHII, JEHCTBYIOIIUX B
CHUCTEeMe «KOJIECO — PeJIhC»

Fig. 3. The computational model and scheme of forces act-
ing in the system “wheel — rail”

BEHHbBIE COOTHOIIIEHHUSI CPOKA CIY;KOBI PEIbCOB 0
BO3HUKHOBEHWS KOHTAKTHO-YCTAJIOCTHBIX TPEIUH U
BEJIMYMH OCEeBBIX Harpysok. lIportecc HakrommieHws
KOHTAKTHO-YCTAJIOCTHBIX ITOBPEKIEHUI B MaTepua-
Jjie 3aTPYAHUTENHHO OIKCATh, CBOMI €T0 K HEKOTOPO-
My SKBUBAJEHTHOMY OHOOCHOMY HAMPIKEHHOMY
cocrosiamio [6, 7,12, 13]. ITosromy Tpebyercst mpu-
MEHATb PA3HOH CTEIIeHH CIOKHOCTH MOJEIH MHOTO-
OCHOT'O YCTaJIOCTHOTO Pa3pyIIeHUs U3 YHUCIA U3BECT-
HBIX B Hacrosdilee BpeMmdA. [[J1g pacyeTHOU OIEHKH
pecypca penbcoB IO KOHTAKTHO-YCTATOCTHBIM IIO-
BPEKAEHUAM MOAXOANIMMHY IPECTABISIIOTCI MOe-
mu bBpayma — Munnepa, ®aremu — Cocu, Cmura —
Barcona — Tomnmiepa u ap. [14, 15].

B nmammoit pa6ore mcmoab3oBaIH MOIETh Mexa-
HU3Ma HAKOILIEHUS KOHTAKTHO-YCTAIOCTHBIX ITOBpPe-
saenuii Bpayna — Munnepa [14]. OTa momens wH-
TEerpupoBaHa B CHCTEMY IIPOTPAMMHOTO KOMILIEKCA
Fatigue, xoropas uepe3 Patran zaBaszana c pacuer-
HbIM KoMITekcoM Marc. Takas cBsa3b obecriednBaer
aBTOMATHU3AIUIO TTePeIaun JAHHBIX.

B mogenu yunthiBaercsa BnusHue aedopMaruii
PACTIKEHUSA-CIKATHUSA, HOPMATBHBIX K IUIOMAIKe
MAaKCUMAIbHBIX CIBUTOBBIX gedopMamuii B 30HE
KOHTAaKTa KO0JIeca C PeIbCoM:

AY AV max

+aAe, =
2 2 +

!
Of — 26J.mean

:Bl z

(ZNp)b =Bye (2N )¢, (2)
rme Ay,./2 — aMIIuTya MakKCHMAaIbHBIX CABUTO-
BBIX ZiehopMaIuii, JOCTUTaeMbIX Ha HEKOTOPOH ILIO-
IMagKe B 30HE KOHTAKTa; Ag, — pasMax HOpPMab-
HbIX aed)OpMalMi HA 9TOM ILIOIIAHKE, O con —
cpenHee 3a UK HOPMAJIbHOE HANPSKeHHEe HA 9TOH
mwiomanke; a, B;, P — KoadduireHTs, paBHBIE
a=03; B=0+v)+A-v)a; By =15+ 0,50,
v, E — xoadpdumnment Ilyaccoma u momynp Hura
PeNbCOBOY CTANH; G'r, € — KOd(PuImenTsI ycra-

£
/
!

MonHas=ynpyras+nnacTu4eckan

2.
m

Awmnuryna
nedopmanuu -1g e,

Yucno NUKIOB HATPY/KEHUS 10 HACTYTICHHUS
3apoxnenus nedexra —-1g Ny

Puc. 4. Jledopmarinonnbie KpUBbIE YCTAIOCTH

Fig. 4. Deformation fatigue curves

JIOCTHOM TIPOYHOCTH (OCEBOM) M yCTAJOCTHOM ILIa-
crugHOCTH (0OCEBOIL); b, ¢ — IIOKa3aTean CTeleHU

yCTaJIOCTHOfI IIPOYHOCTH M ILIACTUYHOCTH, Np —

YMCIIO ITUKIIOB HATPY:KEeHHUs (IPOKaThLIBAHUA Kojeca
I10 PEeJIbCy) [0 HACTYILICHUS 3apOiKIeHus nedperTa.

Ha puc.4 B morapudMudeckux KOOpPIUHATAX
CXEMATHUYECKH TMPEACTABIEHbl e OopMAIOHHbBIE
KPUBBIE YCTAIOCTH B COOTBETCTBUU C 3aBUCHUMOCTHIO
(1). Omnupraeckne mapamMeTpsl 67, €', b, ¢ B ypas-
HeHuU (2) ABNAIOTCA OCHOBOH [JIA TIOCTPOEHUA KPH-
BBIX YCTAlOCTH B KoopauHarax lge, —IgN,, koro-
pble, Kak MOKA3bIBAIOT AaHHbIe [16], MOoTyT OBITH
HaMIeHbI C UCIIOJh30BAaHUEM XapaKTEPUCTHK MeXa-
HHUYECKHX CBOMCTB METAJLJIOB U CILIABOB.

IIpu onenke BAUSHEA HA HOJITOBEYHOCTDH (PAKTO-
pa oceBOM HArpy3K{ CBOMCTBA MaTepuajia CIUTAIHN
OTHOPOJHBIMH U, KaK PEKOMeHI0oBaHO B [16], mpu-
wanmm: 6y = 1,50, ¢ = 0,59; b = -0,087; ¢ = -0,58.

Amnanus mOBPEKIAeMOCTH TOJOBKHM peiibca st
OITEHKH YCTAJIOCTHON MPOYHOCTH PEIbCa IIPOBOIMIH
Ha OCHOBE PACYETHHIX KOMIIOHEHTOB TEH30pa Ha-
npsa:xeHni, anropurma bpayna — Munnepa u MmHOTO-
OCHO 1TacTryeckoi Koppekuu (o Heiibepy) riuk-
JIMYECKOU auarpaMmbl aedopmupoBanus. Pacuersr
IIPOBOJUIIH IIPYU BEPOATHOCTH HepaspyueHus 95 %.

Pacuer BoInONTHANN B MPEANOIOKEHUH, YTO Ha-
KOIUIEHWE YCTAJIOCTHBIX IMOBPEKIEHHUN MaTepuaia
TOJIOBKH pejibca MPOUCXOJUT B pe3yabTaTe MHOTO-
KPaTHO MOBTOPSIOIIUXCSI HATPY:KeHUH (M COOTBET-
CTBYIOIHUX UM HAIPIKEHUH U AedopMaruii) B 30He
MeXaHUYECKOTO KOHTAaKTa KATAIIErocs Kojeca II0
penbcy. UsBunmcTocTs [BHKEHUS KOJIECA IO PEIbCy
BHOCAT B pacYyeT JJOIMOJHUTENIbHbIE CIOKHOCTH.
OcobenHocTh  pacyeTa  KOHTAKTHO-YCTAIOCTHOM
MIPOYHOCTH BaKIIOYaeTCA B TOM, YTO KOMIIOHEHTHI
TeH30pa HAUPSIKEHWH Ha TOBEPXHOCTH pejbca Ha-
XOIATCI B MHOTOOCHOM HAMPSKEHHOM COCTOSHHUHU
MIPY HEMPOIOPIMOHAIBHOM HATPY/KeHUH, YTO YIH-
ThIBaeTcsi B anroputme DBpayna — Munnepa [14].
Kpowme Toro, BosHUKAaeT HEOOXOAUMOCTE B 30HE KOH-
TaKTa KATSAIIErocs II0 PeIbCy Kojeca CrylarTh CeTKY
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Puc. 5. Koreuno-sneMeHTHAS MOENIb B3AUMOLEUCTBHAS «KO-
JIECO — Pelibe» VIS pacyeTa HAIPSKEeHHO-1e(DOPMUPOBAHHOTO
COCTOSIHHS B 30HE KOHTAKTA

Fig. 5. The finite-element model of the wheel — rail interac-
tion used in calculations of the stress-strain state in the con-
tact area

. 1243 MITa e — 994 MIla s — 745 MIla
496 MIla s — 248 MIla s — 0,48 MIla

Puc. 6. Pacrpenenenre skBuBameHTHbIX 10 Musecy Hamps-
JKEHUH O, B KOHTAKTe «KOJIECO — PENIbC»: @ U 6 — BUMBI cede-
HHUIi B TONIEPEYHOM ¥ IIPOIOIBHOM HAMIPABIEHHUIX PEIbCa

Fig. 6. The distribution of equivalent von Mises stresses o,
in the wheel - rail contact: @ — section view in the trans-
verse direction of the rail; b — section view in the longitudi-
nal direction of the rail

KOHEYHO-3JIEMEHTHON MOJEeIH, IPUMEHIEMON Jid
pacuera HJIC.

Pacuer H/IC B 30He KOHTaKTa KaTAIIETOCA KO-
jleca W pesibCca BBIIOJIHAIU C UCIIOIb30BAHUEM IIOJ-
POOHBIX TPEXMEPHBIX KOHEYHO-3JIeMEHTHBIX MOje-
seit B mporpammuoMm komiuiekce MSC.Marc (prc. 5).

B pacuere KoHeuHO-dI€MEHTHAS MOMIEIb BArOH-
HOTO Kojieca nuaMeTrpoM 957 MM IMpOKaTHIBAIACH 11O
KOHEYHO-3JIEMEHTHOH MOJeNIu OTpe3ka penbca P65
mauHoHM 500 MM IIpu pasHBbIX 3HAYEHUAX BEPTUKAID-
HOI HArpy3Ku Ha Kojeco B auanasone 50 — 200 xH.
IIpu sTOM KOJIIECO HAXOAWUIIOCH B CPETHEM IIOIIEpPEeY-

Ta6auma 1. Mexannyeckrne XapaKTePUCTHKY CTATEH KOJie-
ca H penbca

Table 1. The mechanical characteristics of wheel and rail
steels

XapaKTepuCcTUKH Komneco Pennc
Mogyns HOura E, I'lla 210 210
Kosddunuent ITyaccona v 0,3 0,3
Bpemennoe conporusnenue o, MIla 1100 1290
IIpenen rexy4ecru o,, MIla 800 850

txy , I1a -Dyz 5 ITa

2.063c+008 2.235¢+008

1.519e+008 1.676¢+008

2.757e+007 1.117¢+008

4.321e+007 5.576e+007
~1.114e+007 -1.405¢+005
-6,549¢+007 -5.604¢+007
-1.198e+008 -1.119¢+008
-1.742c+008 -1.678<+008
-2.285¢+008 ¢ -2.238c+008 o

Puc. 7. Pacnpe,ueneHI/Ie KacaTe/IbHbIX HaIIpﬂ?KeHPII:I B KOH-
TaKTe «KOJIeCO — pPeJIbC»: @ u 6 — ceueHHs B IIOIIepEeYHOM Hu
IIPOAOJIBHOM HaIIpaBJICHUAX peJibCca

Fig. 7. The distribution of tangential stresses in the
wheel - rail contact: cross section in the transverse (a) and
longitudinal (b) direction of the rail

HOM IIOJIO}KEHUU II0 OTHOIIEHUIO K peyIbCy IIPU HO-
MHWHAJIbHOM 3HAUYEHWH MIUPUHBI Kojen 1520 MM u
MOAYKIOHKEe penbca 1/20. ¥3/Ibl B KOHIIEBBIX cede-
HHUAX KOHEYHO-DJIEMEHTHOHM MOJIENIN pesibca 3aKper-
JIATUCH II0 BCEM HaIIPaBIEHUAM.

Mekny KOHTAKTHPYIOIMMH IIOBEPXHOCTIMU
KoJIeca W peJyibCa HCIIOIb30BATACh MOMENIb CYXOTO
Tpenusa ¢ Koadgduimentom P = 0,3. Mexanuueckue
CBOICTBa cTanel, U3 KOTOPBIX M3TOTOBJIEHBI KOJIECO
U PeJkC, pejicTaBaensl B Tabu. 1.

Pesynwrarer pacuera HJ[C oT craruueckoit Ha-
rpy3ku Ha Komeco 120 kH B KomTakre «Koie-
CO — penbc» IPU HETOABUIKHOM IIOJIOKEHUU Kojeca
IIOKa3aHbl Ha pHUC. 6.

W3 puc. 6 BuaHO, 4TO MaKCHMAaIbHbIE SKBUBA-
meHTHble 10 Mmusecy HanpsiKeHHs B Marepuaie
pebca PacIoIOKeHbI TOJ TTOBEPXHOCTHIO TOJOBKH
peinbca Ha riryouue npuMepHo 5 MM. C mambHEHIIIHM
yBeJlIMdYeHneM IVIyOWHBI 9TH HANPSIKEHHUsS ObICTPO
ymenbmaiorceda. Ha puc. 7 mpencraBnens! pacipene-
JIEHUA KacaTeJIbHBIX HAIPMKEHUH B 30HE KOHTAKTa
KoJIeca € pesIbcoM. ¥ CTAaHOBJIEHO, YTO 3HAYUTEIbHbIE
KacaTelbHbIe HAIPIKEHUA BOSHUKAIOT JIUIID B IIpe-
nenax HeGOIBINOH 30HbI BOIM3YN KOHTAKTA, B IPYTUX
YaCTAX MOJENIN OHU He3HAYUTEIbHBL.

W3 wmsnomeHHOro ciiemyeT, 4TO IIPH pacdyere
HJIC B penbce oT KaTsimerocs Kojeca JOCTATOYHO
CMOJIeTUPOBATh HEOOJNBIIYI0 €ro IPOKaTKy, IIO-
CKOJIBKY HA yIAJIEHWH OT MEeCTa KOHTAKTa HAIPSKe-
HHA CTAHOBATCS IIpeHebpe:xuMo Mainbl. JlmuHa mpo-
KaTKHU ObLIa mpuHsaTa paBHO#H 80 MM.

H3meHeHnre KOMIIOHEHT TEH30pa HAIPIIKeHUH
B TOYKE MOBEPXHOCTH KATAHWSI PeiIbca, JieKalen
Ha MyTH OPOKATKU Kojieca IIpU Harpy3Ke Ha Hero
120 kH, mokasano ua puc. 8. 3mech mo ocu abcruce
OTJIOKEHO YCIOBHOE BpeMs cueTa (BpeMs IBUIKEHUS
KoJieca I0 PejibCy), a 10 OCH OPAWHAT — 3HAYEHUS
KOMIIOHEHT TeH30pa HAIPIIKEeHH.

Hs puc. 8 BHUIOHO, YTO MaKCHUMaJIbHbIe HOPMaJb-
HOEe oyy 1 KacaTeJIbHoOe Tyz HalpISmweHusa Ha II0BepXx-
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Puc. 8. Vsmenenne KOMIIOHEHT TeH30pa HANPIKEHUH B
TOYKE [TOBEPXHOCTHU KATAHWS Pebca IIPU MPOKATHIBAHUH KO-

meca: oy, 0,,, 0,, — HOPMAIbHbIE HATPA/KEHHA TeH30PA B0
ocett X, Y, Z; t,,, T,, T,, — KacaTelbHble HATIPTKEHUA HA
IUTOIIAKAX

Fig. 8. Changes of stress tensor components at the point on
the rail running surface as a wheel rolls: o,,, 0,,, 0,, — tensor
normal stresses along the X, Y, Z axes; t© t,, — shear

o T Xz
stresses in the areas

xy) “yz?

HOCTH KaTaHUs pejibca He BO3HUKAIOT OJHOBPEMEH-
HO, UX MaKCUMYMBI CABUHYTHI BO BpEMEHU.

KomnoneHnThI TEH30pa HATIPSKEHUH U fedopma-
IIUH, BBIYUCIEHHbBIE AJIA TPYIIILI IIOBEPXHOCTHHIX U
BHYTPEHHUX Y3J0B KOHEYHO-3JIEMEHTHOW MOJeNIu
penbca, PACIONOKEHHBIX B B30HE KOHIIEHTPAIUU
KOHTAKTHBIX HaNPSKEHUN INpPH IPOKaTKe KoJeca
IO/ Pa3HOM BePTUKAJILHON HArpy3KoH, IlepenaBa-
JINCH B KQUECTBE BXOIHBIX JAHHBIX B IPOTPAMMHBIN
rommuieke MSC.Fatigue, B KoTopoMm paccuuThiBa-
JIUCH TIOBPEKIEHNA B pesbce 3a OJWH UK IPOKaT-
KU KoJeca.

[na ompeneneHus ITOBPEKAAIONIETO IEHCTBUA
HarpysKd OT IIPOKATHIBAHUA Kojeca IO PelbCy HC-
I0Jb3yeTcd MOHATHE OTHOCUTEIBLHOU ITOBpesKIaeMo-
CTH 3a ITUKJI TPOKATKX. MaKcuMajabHBIE OTHOCH-
TeJIbHbIe IIOBPEXIAEMOCTH B pelibce IIPU PasHbIX
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Puc. 9. OrHocurenbHas [OBPEKIAEMOCTh 38 OIWH IIHKI
mpokara Kojeca HaJl MCCIeNyeMOHM 30HOH IIPH Pas3HBbIX Ha-
Ipy3Kax OT KoJjeca

Fig. 9. The relative damageability per one cycle of a wheel
rolling above the area under study at different loads

3HAQUEHHUAX BEPTHUKAIBHON HATPYy3KH Ha KOJECO
IIpeJICTaBIEHbI Ha pHUC. 9.

O6cy:xaenue pe3yabTaTOB

Ha puc. 10 mokasaHbl IOBpeKIA€MOCTH Pado-
Yel TIOBEPXHOCTH pejibca B 30HE KOHTAKTA 32 OJUH
[UKJI IIPOKaTa KoJjieca MPHU Pa3INYHOM HArpy3Ke Ha
ocb. BunHo, 4TO A/ mAHHOM CXeMBbI 30HBI C MAKCH-
MaJbHOH IOBPEKIAEMOCTHI0 COCPEI0TOUYEHEI B IIPH-
IIOBEPXHOCTHOM 00J1aCTH TOJIOBKH peJbCca.

B mporecce nBuikenHus Koeca B COCTaBe moesia
KacaroTcd TMOBEPXHOCTH PeIbca B PA3HBIX TOYKAX
TIOIIEPEYHOTO ceueHuA. J[1a ydyera mosei Haxomxme-
HHS TOYEK KOHTAKTa KOJIEC II0 IIOIIEPEYHOMY cede-
HHIO pejbca MPU pacdyere KOHTAKTHO-yCTAIOCTHOM
IIOBPEKIAEMOCTH OBLIN OIIPeIeIeHbI BeCOBbIE KO-
(puLIMEeHTHI UX pacIpeieeHus

At
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rae A¢; — mupuHa -T0 UHTepBaua; h; — BeIUIHHA

Puec. 10. HOBpe}KI[aeMOCTb 30H ITOBEPXHOCTH KaTaHUA PejibCa 3a OAUH IUKJ IIPpOKaTa KoJjieca HaJ HCCJIe,I[yeMOfI 30HOH IIpyu Ha-

rpyske Ha ocb 120 (a) u 180 kH (6)

Fig. 10. The damage to rail running surface areas per one cycle of a wheel rolling above the area under study with axle loads:

a — 120 kN; 6 — 180 kN
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Puc. 11. Pacnpenenenrie TBEpIOCTH 10 IIOIEPEIHOMY CEUe-
HHIO pesbca Ha IPSAMOM YJIacTKe IIyTH

Fig. 11. The hardness distribution in the cross-section of
rails on the tangent track

I-T0 TapaMeTpa, IIPOIOPIIMOHAILHOTO BeINYHHE
TBEPIOCTY;

n
Sep =2 hiAt; —
=1

wIomaab (GUrypbl, OTpaHUYEHHAS CBEPXY KPUBOH
W3MEHEeHUsS TBEPAOCTH B IIONEPEYHOM CEYEHUH TIO-
JIOBKH pejbCa.

UccnenoBanma moaTBEpAUIN, YTO pacIpemee-
HHS TBEPIOCTH PEIbCOB IO IOIMEPEYHOMY CEUEHHUIO
MMEIOT KaK KayeCTBEHHbIe, TAK W KOJIHIECTBEHHBIE
pasIuyuusa 71 YIaCTKOB TPY30BOTO, ACCAKUPCKOTO,
CMEIIaHHOTO JBH/KEHWH, MOPOKHAKOBOTO XOHa.
YCTaHOBIEHO, YTO paclpefeieHre IIOMePedHbIX
IIOJIOMKEHUN KOJIeC KOJIeCHOM Ilapbl OTHOCHUTEIBHO
TIOIIEPEYHOTO MPO(UIIA Perbca XOPOII0 KOPPEeIupy-
eT C pacupefieieHUeM TBEPJOCTH ITOBEPXHOCTHBIX
CJIOEB pelbca.

XapakTep pacIpefeneHHs TBEPAOCTH Ha IIO-
BEPXHOCTH KaTaHUA TOJOBKH PeIbca, 3aMEepPEeHHOU
Ha npamoM yuactie mytu Ha 64 kM (ITK2 I rmasmoro
nytu Henermuo — firanoBo MockoBcko# 3%.71.) TIpen-
craByieH Ha puc. 11. [lokazamHoe 3/1ech pacmpeaerne-
HHE TBEPAOCTH, XapaKTepU3yIoIlee IIOBPEKICHUI
Ha ITOBEPXHOCTU B BHJIE BBINIEPOUH B 30HAX, PACIIO-

Ta6auna 2. CratucTiieckre XapaKTEPUCTUKHU SKCIEepHU-
MEHTaIbHBIX PacIpeele N BepTUKAIbHBIX CHJI

Table 2. Statistical characteristics of experimental distri-
butions of vertical forces

Harpysxka Ha och, kH

XapakxTepucTuKa
235 250 270

Cpennee sHaueHue 115,18 125,44 134,96
Craugapraas omubka 1,21 1,44 0,91
Memuana 117,12 126,24 135,70
Moga 122,08 123,04 128,59
CranpapTHOE OTKIOHEHHE 9,98 11,85 5,47
Jucnepcust BLIOOPKH 99,51 140,34 29,93
Munanmym 93,92 92,16 113,39
Maxkcumym 142,16 161,74 162,25

20

18 4 u 23,3 1c/0ch
B 25 1e/ock

189 527 1efoch

Yacroctb, %
— T —
= (] &
I .

=]
a1

9 9.5 10 10.5 11 11.5 12 12.5 13 135 14 145 15 155 16 165 17
BepTHRAIBHASA HATPY3KA, TC

Puc. 12. T'ucrorpammsel pacupeeneHus BEPTUKATBHBIX CHT
oT 10e370B, chOPMHUPOBAHHBLIX U3 BArOHOB C OCEBBIMU Ha-
rpyskamu 23,5, 25 n 27 tc

Fig. 12. Histograms of the distribution of vertical forces
from the trains formed of wagons with axle loads of 23.5, 25,
and 27 tonf

JIOKEHHBIX Ha paccToaHuax 20 — 15 MM oT BHyTpeH-
HeH U HAPY:KHOU O0OKOBBIX IPaHel TOJIOBKU PEIbCOB,
MOATBEPIKAAeT (PAKT KOPPEIAIAU WHTEHCHBHBIX
KOHTAKTHO-YCTQJIOCTHBIX IIOBPEKIEHUN € MaKCu-
MaJIbHBIMU 3HAYEeHUSIMU TBEPJOCTHU.

HccmenoBanusa pacmnpenesieHUA TBEPAOCTH IIO0
Bpunennio (HB) o mOBEPXHOCTH KATAHUS TOJOBKU
PeJbCOB B DKCILIyaTAIlMHU MOKA3AIM TaKKe, YTO Ha
y4acTKax TPy30BOTO ABMIKEHHUSA MPU IIPOILYIIEHHOM
TouHaxKe 180 MuaH T OpyTTO MaKCHMMAaJabHBIE 3HAYE-
HHSA TBEPJOCTH HAa IIOBEPXHOCTH TOJOBKHU PEIHCOB
nmocturanu 406 — 410 HB. Ilpu nporyiieHHOM TOH-
Haxe 840 MaH T 6PYTTO 3HAYECHUS TBEPIOCTH B 9TUX
30Hax moBwInanuck 10 450 — 460 HB, Habnonatnuck
BBINIEPOWHBI U OTCIIOEHHE METAILIA.

IIpu pacuere KOHTAKTHO-YCTAJIOCTHOM ITPOYHO-
CTH YYHUTHIBAJIACH BapPUATHBHOCTH BEPTHUKAIBHBIX
Harpy30K IIyTEM KCIIOJIb30BAHUA PEATHHBIX OJIOKOB
Harpy:xeHud [17]. CrieKTpbl HATPY30K MOIyYaTH IIy-
TeM IIPOBEeJeHUA HCIBbITAHUN 10 BO3/IEUCTBUIO HA
MyTh I0E37I0B, C(POPMUPOBAHHBIX M3 WHHOBAI[MOH-
HBIX nosiyBaroHoB 12-9853 ma Tenesxkax 18-9855 u
CepUHHBIX BaroHoB Ha Tenexkax 18-100 (Ha mosu-
roue 6.11. I0:xubIit — Kanvanka 3anaguo-Cubupcroii
3K.JI.), U3 MHHOBAIIHOHHBIX BaroHoB 12-9548-01 c te-
nexxkamu 18-6863 ¢ oceBbIMu Harpyskamu 27 Tc (Ha
neperone Kaukanap — Cmbraka CBEpAIOBCKOM .11, ).
Pesynbrars! crarucrudeckoit 06paboTku ancamoOiein
BEPTHUKAJIBHBIX CHJI OT TPY30BBIX BATOHOB C OCEBBI-
Mu Harpyskamu 23,5, 25 u 27 Tc B yCIOBHAX 3KC-
IUIyaTalluy MPeICTaBIeHbI B BHE THCTOTPAMMBI HA
puc. 12, a craTHCTHYECKHEe XapaKTEPUCTHKH HKC-
MePUMEHTAIbHBIX PACIPEIeIeHU BEePTHUKAIbHBIX
cun — B TabI. 2.
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MJIH T 6PYyTTO/KM
o
8

KonrakrHo-ycramocrHas
JIOJITOBEYHOCTD PEIHCOB,

-
3

22 24 26 28 El 3z
Crartwieckan Harpyxa, 7c

Puc. 13. Pacuernas 3aBHCHMOCTHL HM3MEHEHHS KOHTAKTHO-
YCTAJIOCTHOM JOJITOBEYHOCTH PEIHCOB OT BEIMYWHBI OCEBBIX
HarpysoK

Fig. 13. The calculated dependence of the rail contact fa-
tigue life on the axle loads

Ilo skcepuMeHTATBHO TOIYIEHHBIM JaHHBIM C
KCIIOTBb30BAHUEM MOJEIN MHOTOOCHOH YCTaJIOCTH
BBITIOJTHEH PacdeT CPOKa CIyKObI PEIbCOB 0 MOSB-
JIeHUuA KOHTAKTHO-YCTAJOCTHOU TpeNIIuHbI. Xapak-
Tep U3MEHEHHs CPOKA CIY:KOBbI peibca M0 KOHTAKT-
HO-YCTAJIOCTHOU IIPOYHOCTHA OT BEJIMYUHBI OCEBBIX
Harpy3oK IoKa3aH Ha puc. 13 u 14.

AHanmu3 pacyeTHBIX JAHHBIX IOKA3aJ, 9YTO C IO-
BBIIIIEHUEM OCEBBIX HArpysok c 23,5 mo 25 Tc cie-
IyeT OXUIATh CHIKEHHUS KOHTAKTHO-YCTAJIOCTHOH
JIOJITOBEYHOCTH pPeibcoB Ha 19 %, pu mambHEHIeM
TIOBBIIIIEHUH OCEBBIX HATPY30K A0 27 Tc — Ha 32 %.
YuuTBIBadA, YTO OIS TPY30BHIX BATOHOB C OCEBHIMU
Harpyskamu 25 Tc He mpesbrmnaer 20 %, To Ha
MapLIpyTaX WX HCIOJIb30BAHUSI CIEAyeT OKUIATh
CHIJKEHUA KOHTAKTHO-YCTAJIOCTHOH IOJTOBEYHOCTU
penbcoB Ha 3 — 4 % (Tabi. 3).

BriBoabl

[Ipob6embI o1leHKH pecypca peiabcoB Ha Pas3iwd-
HBIX CTAIHUAX JKU3HEHHOTO ITUKII4, ero pacdera, dKc-
IIEPUMEHTATIBHOI'0 IMOATBEPHKACHUA, TUATHOCTUKHU U
MOHHUTOPHUHTA PEIbCOB B OKCILIyaTAIWMH SBJSIOTCS
aKTyaJIbHBIMH W TPEOYIOT YPE3BBIMANHO CIOKHBIX
HAYKOEMKHX HCCIEIOBAHU.

IlockoabKy mOIy4eHHBIE Pe3yIbTAThI IPEAIIOIIa-
ralT JanbHeHIne paboThl B STOM HAMPABICHHH,
He00XOIUMO OTIPEIETUTh BO3SMOKHbBIE BIUAHUA PAIA
daxTopoB Ha pacueTHbI pecypc. Tak, obpasy-
IOII[AECST HA TTOBEPXHOCTH KOHTAKTHOTO B3aHUMOJIEH-

——
wy
y3Ka|Ha KOIeco
30|Tc
25]1C

20(Tc
15|tc

w

I'my6GHHa OT NOBEPXHOCTH KaTaHHA
B TOJIOBKE pelbca .MM

7:5

0 4,5e-06 9e-06 1.35e-05
TToBpeskIeHHT 3a HKI HAIPY3KH

Puc. 14. Pacnpenenenne nospesxaaemoctu (06paTHasn Belu-
YHHA [FKJIOB [0 3aPOJKAEHUS TPELUHEI) B TOJIOBKE PEJIbCA TI0
riyOuHe B 3aBUCHMOCTH OT HATPY3KH Ha KOJIECO

Fig. 14. In depth distribution of the damageability (the in-
verse value of cycles before crack nucleation) in the rail head
as a function of the wheel load

cTBUs JedeKThl OBICTPO 3aKATHIBAIOTCI W aiee
He Pa3BUBAIOTCH. Xy:Ke ITO[IIOBEPXHOCTHBIE JedeK-
ThI — OHH CIIOCOOHBI PA3BUBATHCSA B OTIACHBIE PAKO-
BUHBI M TPEIIUHBI.

B sakmouenre 0oTMETHM OCHOBHbBIE BBIBOJIBL.

1. B BapuanTax IBUIKEHUA C HATPY3KaMH HA KO-
smeco 1m0 18 v¢ medreKThI JOKAIM3YIOTCS HA IIOBEPX-
HOCTHM KaTaHWs pesibca, ¢ Harpyskamu 6oisee 18 Tc
OHHU HAYUHAKT CMeEeIIaTbCa BI‘JIy6b, II0J IIOBEpPX-
HOCTb. BeJII/I‘-II/IHa CMelnleHUuA IMMOAJICHHNUT YTOYHEHUIO.

2. Ha BemwumHy pecypca CyIIeCTBEHHO BIUSIIOT
MPUHATHIE paCIpele/leHus MOJ0KEeHUA [ISTHA KOH-
TaKTa Ha rojoBKe peibca. [lomydenubre B mporecce
KOMITBIOTEPHOTO MOJIEIMPOBAHUS 3HAYEHUs Hapa-
00TKM PesIbcoB 0 00pa30BaHMA KOHTAKTHO-YCTAJIO-
CTHBIX IIOBPEKIEHUH MOTYT OBITh IIPHHATHI KaK 0a-
30BBIE. B yCIOBHAX SKCILIyaTalluMl pecypc peirbca
MOKET KaK CHIIKATHCI, TAK U YBEeIUYUBATHCI. Kro
CHUKEHUE ITPOUCXOUT 34 CUEeT:

YIapHOTO B3aUMOEHCTBUS KOJec ¢ qedeKramu;

JOOIIOTHUTEJIbHBIX TaHTC€HIMAJTIbHBIX HAIIPIKe-
HHUH OT CUJ TATH U TOPMOMKEHHU,

HaJIM4YWs BHYTPEHHHUX HaIpPIKeHUU OT TepMo-
06paboTKH;

Ta6mauma 3. OreHKa IPOIYIIEeHHOI0 TOHHAMKA /IS PA3HBIX THIIOB J[BHKEHUS

Table 3. The estimation of passed tonnage for different types of traffic

Tun nBuxenus

ITapamerp

Tlopomxuunit Tpy:xensbrit CMemnranHbIN ITaccaxupcruit
IloBpesxmaemocTh 3a UK 3,23E-08 6,85E-08 5,44E-08 6,51E-08
Yucrro UKIOB 10 pa3pyIieHus 30973 596 14596110 18372 583 15349483
Ilons msaTHA KOHTaKTa 0,25 0,42 0,38 0,23
Cpennsisa HAarpysKa Ha KOJIeco, TC 6,75 12,65 114 10,8
IIpomyuieHHbI# TOHHAXK, MJIH T 6PYTTO 1672,6 879 1102 1442




54 «3aBoackas Jaboparopus. [[naraoctuka marepuaaos». 2020. Tom 86. Ne 4

HaJIW4UA BHYTPEHHUX HANPAKEHUH OT CE30HHO-
ro KojebaHus TeMieparyp;

3arpA3HEHHOCTH MeTalila HeMeTAIMYEeCKUMU
BKJIIOYEHHUSAMH.

Ha yBenuuenme pecypca IOJIOMKHUTEIBHO MOTYT
BIIUATDH:

MpupaboTAHHOCTh KOJIEC U PesbcoB (KoMQOopT-
HOCThb COIPATaeMbIX HPOQuIel), yMeHbIIAmasn
KOHTAKTHBIEC TAaBJICHHUI,

yAaneHue IIOBPEKIEHHBIX 30H C IIOBEPXHOCTH
KOHTAKTa B X0Ofie IPOTEKAHNUA N3HOCOBBIX IIPOIIECCOB
(adpberT TprboaTuKm).

3. Jl1a mporHo3upoBaHUA KOHTAKTHO-YCTAIOCT-
HOH [[OJITOBEYHOCTH PEJIbCOB C YIE€TOM IOBBIIIEHUS
OCEBBIX HATPy30K paspaboTaHa METOJUKA C HCIIOIb-
30BaHMEM TEOPUHM MHOTOOCHOM YCTAJIOCTH, MOJENIN
Bpayna — Munnepa npu NOpUHATHH YCPETHEHHBIX
XapaKTepUCTUK IIOKa3aTejiell CTEIeHU yCTaI0CTHOM
MPOYHOCTH ¥ IUTACTHYHOCTH PEIbCOBOM CTANIH U pac-
YeTHBIX HaIpAKeHUNM B B30HE KOHTaAKTa «KOJe-
CO — penbc» C yIEeTOM ILIaCTUYECKOH KOppeKnuu (1o
Heii6epy).

4. TlonyuenHble pe3ynabTaThl pacueTa KOHTAKT-
HO-YCTaJIOCTHOU JTOJITOBEYHOCTH U JAHHBIE SKCILIya-
TallM¥ OJWHOYHO HU3BATHIX PEIbCOB IOKA3AJH, YTO
OHH XOPOIIIO0 KOPPEIUPYIOT B CIy4ae SKCILULyaTaI[un
1oes30B, c)OPMUPOBAHHBIX M3 BATOHOB C OCEBBIMU
Harpyskamu 23,5 Tc.

CpaBHUTEIBHBIH pACUETHBIN aHAINU3 pecypca
PEeIbCOB MOATBEPKAAET, YTO C IOBBIIIEHHEM OCEBBIX
HATPY30K CPOK CiIy:kObI cHmkaercsa. [lpu mome 20 %
I'PY30BBIX II0E3[I0B C OCEBBIMHU HArpyskamu 25 TC B
CYyTOYHOM IIAKeTe CJIefyeT OKUAATH YMEHbIICHHS
KOHTaKTHO-YCTaJIOCTHOH JOJITOBEYHOCTH PEJIbCOB HA
3-4%.

ABTOpBI OyAyT mpoAoIKaTh paboThI IO COBEp-
IIIEHCTBOBAHUI0 METOAUKH IIPOTHO3UPOBAHUSA KOH-
TaKTHO-YCTAJIOCTHOH JJOJITOBEYHOCTH PEJIbCOB B Yac-
TH 9YKCIEPUMEHTAIHLHOTO OIIPEeJeJIeHUs YyCTaJIOoCT-
HBIX U IIPOYHOCTHBIX XapaKTepPHUCTHUK PeIbCOBOM
CTajid B 3aBUCHUMOCTH OT CTEIICHH YIIPOYHEHHd II0-
BEPXHOCTH KaTaHud, paclIpenejpeHus BepTHUKalb-
HBIX CHJI C YI4€TOM CTPYKTYpbI I'DY30II0TOKA, IIPOXO-
JAIIETO II0 YYACTKY.
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Mexanndeckre CBOMCTBA U IOBeJieHNE MaTepraia B HAHOOOheMe CyIIIeCTBEHHO OTIMYIAI0TC OT
OIpeJIeJIEHHBIX TPAIUIHOHHBIMA MaKPOCKOIuUecKkuMu ucnbrranusamu. [lerxs paborsr — wuccrte-
JIOBaHUe IIA3MEHHO-3aKAJIEHHOU KOJIECHOM CTAalU C WCIOIb30BAHWEM METOA HAHOWHJEHTH-
poBanusi. Meron peaausoBBIBAIHN C HCHOIb3oBaHreM HauorBepmomepa NanoHardnessTecter.
CosmaBaeMoe B HAHOTBEpAOMEPE JJIEKTPUYECKOE I0JIe AABIUIO HA HHIEHTODP, AJIMA3HBIA Ha-
KOHEUYHHEK KOTOPOTO TOTPYIKAJICI B IPUIIOBEPXHOCTHBIN CIION wcciaenyemoro marepuana. C mo-
MOIIBIO IPOTPAMMHOIO 00€CIIeYeHNs OIPEIelsIA XAPAKTEPUCTUKY 9TOT0 CJIOA. SHAHWE (pusu-
KO-MEXaHHUYECKHX XapaKTepUCTUK MaTepuaia (TBepmocru, moxyis IOQura, ympyroro BocctaHoB-
JIEHWS U JIP.), BAUSION[UX HA W3HOCOCTOMKOCTD TOBEPXHOCTHBIX CJIOEB, II03BOJIET OLIEHUTD U BbI-
6paTh ONTHMAIHHYI0 TEXHOJIOTHI0 MOAMMHUKAIIAN ITOBEPXHOCTH IIyTEM ILIA3MEHHOH 3aKaIKH.
OTMeueH0, 4T0 00BEKTUBHOCTD OIIPE/EIEHHUS XapAKTEPUCTHE 3aBHCUT OT TAPAMETPOB ITPHMEHSI-
€MOr0 M3MEepPUTEIHHOT0 000pyJ0BaHNUA U COOI0ieHNA TPeOOBaHHUH 110 IIIyOUHEe OTIIeYaTKa B 3a-
BHCHMOCTH OT TOJIIITUHBI 3aKAJIEHHOTO ¢10s1. MecmemoBanus MpoBoaAMIn HA 00pasiiax, BhIpesaH-
HBIX U3 000712 U TPeOHS JKEeIe3HOIOPOKHOTO KoJIeca, IOIBEPTHYTOTO IOBEPXHOCTHOH IIIIa3MeH-
Holt 3akanke, Ha ycranoBke ¥ [IHH-170 (Poccus). ¥ cranosimero, uro TBepaocTs (1o Bukkepcy
HV u H) obona 6oibiiie, a moxyab IOHra, Hamporus, MeHbIIe, Y4eM COOTBETCTBYIOIINE XapaKTe-
pucruku rpedusa. Kpome Toro, H3HOCOCTOMKOCTD 3aKATIEHHON KOHCTPYKIIMOHHOM CTAIN HOBBIIIA-
eTcs TTocyie HAHOCTPYKTYPUPYIOIIEH (PPUKITMOHHOM 00paboTK.

KaroueBble ciioBa: HAHOWHAEHTHPOBAHWE, TBEPAOCTh, Monaynb IOHra; ympyroe Boccra-
HOBJIEHUE.
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The necessity and possibility of using nanoindentation in studying the physical and mechanical properties
of plasma-hardened wheel steel are considered. The goal of the study is demonstration and substantiation
of significant differences in the mechanical properties and behavior of the materials in nanoscale tests
from those determined in traditional macroscopic tests. The method was implemented using a
NanoHardnessTecter nanohardness tester. The electric field formed in the nanoscale hardness tester
pressed on the indenter and the diamond tip of the indenter is immersed in the surface layer of the mate-
rial under study. The characteristics of the surface layer are determined using the developed software.
Knowledge of the physicomechanical characteristics of the material (hardness, Young’s modulus, elastic
recovery, etc.) which affect the wear resistance of the surface layers, allows one to evaluate and select the
optimal surface modification technology using plasma hardening. The credibility of determination de-
pends on the parameters of measuring equipment and compliance with the requirements to the depth of
the imprint depending on the thickness of the hardened layer. The studies were carried out on the samples
cut from the rim and crest of a railway wheel subjected to surface plasma hardening on a UPNN-170 in-
stallation (Russia). It is shown that the hardness (according to Vickers HV and H) of the rim is greater,
and Young’s modulus, on the contrary, is less than the corresponding characteristics of the crest. More-
over, the wear resistance of hardened structural steel increases after nanostructural friction treatment.

Keywords: nanoindentation; hardness; Young’s modulus; elastic recovery.
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BBenenune

HapmexHoCTh ¥ TOITOBEYHOCTD JETANEH MAIIWH
¥ MEXaHU3MOB BO MHOTHX CIy4asX 00eCIeunBaloT 3a
CYeT TOBBINIEHUA TBEPAOCTH MOBEPXHOCTHOTO CJIOA.
B peasbHBIX yCIOBUAX SKCILUIyaTAIlUd HU3HOC 3aBH-
CUT HE TOJIBKO OT TBEPJIOCTH, HO W OT YIPYTOCTH U
CTOMKOCTH K aedopMaiiusaM ITOBEPXHOCTHOTO CJIOS
(4, 5].

Ero ocHoBHBIE pUBHKO-MEXaHUIECKUE XapaKTe-
puCTHUEH (TBEPHOCTH, MOAYJb YIIPYTOCTH W JpP.) OII-
PemeNsioT C WCIOIb30BAHUEM HHCTPYMEHTAIBHOTO
nHAeHTupoBanusd (HanouHaeHtuposanusd) ('OCT P
8.748-2011, ISO 14577-1:2015). smenenue xapaxk-
TEPUCTHUK BO3MOKHO ITyTeM MOAU(IHUKAIINU MTOBEPX-
HOCTH (HAmpumep, IIa3sMeHHOHU 3aKaTKOL).

C pasBuTHeM MeTOIa HENPEPLIBHOTO H3MEpH-
TEJIHOTO HAHOWHAEHTHUPOBAHUSA CTAJIA BO3MOKHOM
KOJTMYECTBEHHAs OIleHKa XapaKTepPUCTHUEK (B YaCTHO-
ctu, TBepaocTH Mo Bukkepcy, moxyns KOura, namnps-
JKeHus Tedenus) [6].

OrmeruM, 4TO HECMOTPSI HA BO3POCIIHHA 0O6BEM
(haxTuueckoit mHPOPMALINY, MMOJLYIEHHOH METOIOM
HAHOWHJEHTUPOBAHUS, (PU3HYECKH O06OCHOBATH
MHUKPOMEXaHU3MbI TBEPIOCTH [0 KOHIIA He yIaeTCs.
Hampumep, He fCHBI MPUYHWHBI MACIITAOHOTO pas-
MepHOro ()aKTopa, IMPOSIBIIAIONIEr0CsS B YBEIHICHUN
TBEPAOCTH C YMEHBIIIEHWEM HATPYy3KH U PasMepOB
OTIeYaTKa, OCOOeHHO mpu MIyomHax h < 1 MEM.
O0bscHeHre TPUYWH Pa3MEPHOro (pakTopa IHCIIO-
KAIIMOHHBIM MEXAHHU3MOM ILIACTHYHOCTH (IIyTeM
BBEJI€HUS HEOOXOIUMOTO KOJIMYECTBA TUCIOKAI[HM)
He pemaer mpobiaemy [7—9]. PopMarbHO MOKHO
BBECTH HE00XOUMOE KOJMIECTBO JUCIOKAIUH B HC-
cliefyeMblii MaTepuall, OJHAKO HMX IIOTHOCTH IIPH
h <100 HM CTAHOBUTCA HEBEPOITHO OOJIBIIOH
(>10' cm2). Kpome TOro, 9T0 IPOTHBOPEYHUT pe-
3yJbTATAM MHUKPOCTPYKTYPHBIX HCCIEIOBAHUMU, KO-
TOpbIe He O0HAPY:KHUBAIOT TAKOIO KOJIHYECTBA JHC-
JIOKaIuu.

OueBuaHO, MEXaHWYECKHE CBOWCTBA W IIOBEJE-
HHE MaTepHajOB B HAHOOObEMAaxX CHJIBHO OTJ/IMYA-
IOTCST OT TIOJY4aeMBbIX MPH TPaJAWITHOHHBIX MAKpPO-
CKOIIMYECKUX MCIBITAHUAX. JIOKATU3AINSI HATPY3KH
MPUBOAUT K CyIIECTBEHHOMY YIPOYHEHWIO MaTe-
puana B 30He medopMmanuu. BosHUKAWIIHE IIPU
9TOM 6OJIbIIINE TPAMEeHTHI HATIPKEHUH OKa3hIBAIOT
3HAYUTEILHOE BIHWIHHE HA MEXaHU3MbI ILJIACTH-
yeckoro Teuenws. Cuyuraercs, U4TO B IIACTUIHOM
MaTepuajie ero Macca H3-IIoJ HHIEHTOPA BbIIABJIH-
BaeTcs B CTOPOHY CBOOOMHOM moBepxHOCTH. Ha ca-
MOM JieJie ero Macca IIePeHOCHTCI B 00beM, B pe-
3yJbTaTe 4ero MaTepuasa B 30HE JOKAILHOHU medop-
MaIlU¥ YILIOTHAETCS.

IIpu ymewubiieHwH pasMepoB MATHA KOHTAKTa
3HAYUTEJIBHYIO POJb HUIPAl0T HEPaBHOBECHBLIE TO-

yeuHnble mnedexTbl B Maccomeperoce. CTpykrypa
Marepuajga Ioj WHIEHTOPOM B pesyjbTare amop-
usanum, ¢aszoBbIX IIpeBpallleHHi, 00pa3oBaHUI
HAHOKPHUCTAUIMYECKON CTPYKTYPBHI CYIIECTBEHHO
MeHsieTcsi. Beuay Manbix pasmepos IedOpMUpPOBaH-
HOU 00J1aCTH peaan3yTcd 00IbIIne CKOPOCTH OTHO-
CUTENBHOU AedopMaruu gaxe mpu HeOOIbITHUX ab-
COJIIOTHBIX CHOPOCTAX BHEOPEHU. B HUTOTre HAHO-
TBEPAOCTh MaTepuaja MOKET HA IMOPSAKH IIPEBBI-
IATH TPeaes TeKyIeCTH.

[ens paboTer — wuccaemoBanme (QPU3UKO-MeXa-
HUYECKUX CBOUCTB ILIA3MEHHO-3aKAJIEHHON KoJec-
HOH cTaiu MEeTOAO0M HaHOMHACHTUPOBAHU.

Marepuaabl, METOABI, 00OPYIOBAHIE

HccnemoBanmu 00pasiibl KOJECHOW CTaH, IIOJ-
BEPrHYTON IIOBEPXHOCTHOM IIJIa3MEHHOM 3aKajkKe,
¢ ucrnonbs3oBanuem ycranoBku YIIHH-170 (aomu-
HaJibHaA cuiaa Toka — 120 A, HoMHHAIBLHOE HAIIPs-
senne — He O6omee 42 B, pacxon aprona — 5 j1/muH,
pacxon oxnazkmarorieidr Bogbl — 180 — 220 /u).
Oo6pasuer pasmepom 20 X 30 MM, BbIpe3aHHbIE H3
oboza (obpaserr 1) u rpebHs (00paserr 2) KeIe3HOI0-
POKHOTO Kojeca, HUTA(OBAIN W MOJUPOBATH HA
cranke LaboPol-5 ([lauwus). ITocie snexkrpoxmmude-
CKOI ITOJTMPOBKH BHICOTA HEPOBHOCTEM MTOBEPXHOCTH
He mpessimana 10 am. [lng kaxmoit BeIOpaHHOM 1O-
BEPXHOCTH 00pasija MEeTO[0M CKaHUPYIOIEH 30H/I0-
o mukpockonuu (C3M) momydanu uzobpakeHue.
O6paborky u anamus C3M-uzobpaskeHui MPOBOIH-
au ¢ momoibio nporpammbl Nova. I[Ipu nposenenuu
WCIIBITAHUSA TNPUMEHANTN 30HAOBBIM [JAaTYWK THUIA
SPMProdeNSC 15/AIBS.

B kauecTBe MHIEHTOpA TIPU OIPEIEIEHUN TBED-
moctu mo Burkepcy HV, paBHOIi cpemHeMy naB-
JIEHUIO0 Ha KOHTAKTHYIO IIOBEPXHOCTH HHIEHTOP —
obpasel, WCIOIb30BATH PABHOCTOPOHHIOI YETHI-
pexrpaHHyl0 ajMasHylo nupamuny. Vamepenue
MPOBOJMIHN B YCIOBUAX HEIPEPHIBHOTO JIMHEHHO Ha-
pacratoiiero Bo Bpemenu Harpy:xenusa (mo 150 mH)
pu KOMHATHOH Temnepatype. Harpy:xkenue u pas-
Tpy:KeHre WHIEHTOPA, a TaKKe 3alKUCh [UarpaMMbl
P(h) (P — npuknanbsiBaeMas Harpyska, h — riyou-
Ha BHEIPEHUs WHAEHTOpPA) OCYIIECTBIATIN aBTOMa-
Tuuecku. Takoi crmocob maMepeHus TBepPIOCTH (He-
MIPEPHIBHBIM BIABIWBAHUEM WHAEHTOPA) IT03BOJIAET
B OJTHOM ITHKJI€ HATPYKEHHUS — pPasTPy’KeHHs OIpe-
eNATH NIyOMHY HEBOCCTAHOBJIEHHOTO M BOCCTAHOB-
JIEHHOTO (IIJTaCTMYECKOT0) OTIIEYaTKOB, MOIYJb
IOnra u pabory mracrudeckoit u ynpyrou aegopma-
MY B IPOIfeCCe NHIEHTUPOBAHUA.

Ha puc. 1 npencraBnensl u3MeHeHUA HATPy3KU
P w ryOuubl BHeApeHud h WHAEHTOPA B IUKJIE Ha-
Tpy:KeHHe — pasTpy:KeHue U JauarpaMma 3aBHUCH-
moctu P ot h (P,,, — MakcuManbHas Harpy3Ka,
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P.l

hmax

Puc. 1. 3aBucumocru Harpysku P u riiyOuHbI BHeIpEHU h
WHIEHTOPA OT BpeMeHw ¢ (a) U JuarpaMmma 3aBUCUMOCTH P oT

h (6)
Fig. 1. Dependence P(¢) and h(¢) (o) and P(h) diagram (b)

Puc. 2. OrneuaTkn WHIEHTOPA B IPUIIOBEPXHOCTHOM CJIOE
MaTepuasa

Fig. 2. Imprint indenter in the near-surface layer

MpUKIaabiBaeMas K 00pasity; A, . — INIyOuHA IIpo-
HUKHOBEHHA WHJIEHTOpA; h; — OcTaTouHas raybuHa
nocie pasrpysenus; A, u A, — paboTa miacTuye-
CKOH W ympyroi necgopmaruu; tga — HAKIOH JIH-
HEWHOTO yJacTKa Pasrpy304HOM KPUBOH).

Pasmep ormeuaTka wHAEHTOpa OMPENENSand II0
MAaKCUMAIbHON TIyOWHE MOrPY:KeHHs WHIEHTOpA,
IJIST 9ero WCIIOJIb30BAIU JAHHBIE TOJIYKOHTAKTHOMN
C3M. CxopocTh HArpy:KeHUS W PasTPYKeHUA WH-
neuntopa cocrasisana 300 mH/mun. Pesynprars: mc-
MbITAHUN 06pabarbIBaIu ¢ IOMOIIb0 Meroxa Ouu-
Bepa u ®Pappa [10].

Karyua

M ar paTHBIE SKpaH

Enxoetimi P Hpysatm

Candwiposoe komiwe  Amvasimil HaKo HETHID

Puc. 3. [Ipunnunuansuas cxema HaxHorBepmomepa Nano-
HardnessTester

Fig. 3. Schematic diagram of the nanohardness gage
“NanoHardnessTester”

TBepmocTh Ompemesin mo popmyie
H=P,./A,

rae A, — IIoah KOHTAKTA IIOCJIe PAasTPy3KH.
TBepmocTs o Bukkepcy

HV = P,,,,/(9,81A,),

roe 9,81 — koo duIrenT IepeBosa B €IUHUIIBI
CH.

Ha pmuc. 2 npuBeseHs! OTIIEYATKH WHAEHTOPA B
MPUTIOBEPXHOCTHOM cjioe Marepuana. lIpoBommin
U3MepeHus He MeHee TPeX OTIeYaTKOB, MOJIydIeH-
HBIX IPY OJMHAKOBBIX YCIOBHUAX.

[Ipy HAHOMHIEHTUPOBAHWHN WCIIONH30BAIN HAa-
HorBeppomep NanoHardnessTester ¢pupmer CSEM
(puc. 3). Ilpu mpomyckanuu UMIyJbca TOKA IO Ka-
TYIIIKAM HAHOTBEPAOMEpPa, HAXOAAIIUMCSI B MATHUT-
HOM T10JI€ TIOCTOSTHHOTO MATHUTA, CO31aBaJIOCh JIIEK-
TpHUYECKOe IT0Jie, KOTOPOe JaBUIIO HA HHIEHTOP C ajl-
MasHBIM HAKOHEUYHWUKOM. HHIeHTOp OIyckaics B
TOYKY IOBEPXHOCTH 00pasiia ¢ 3aJaHHON 3apaHee
Harpyskoi. [locie TOro Kak Harpyska [{OCTHUTaia
MAaKCUMAIBLHOTO 3HAYEHWS, 4 HAIIPABJIEHUE TOKA Ka-
TYIIEK MEHSJIOCh HA MPOTHUBOIOIOKHOE, WHIEHTOP
HAYMHAJ PasTpy:kaThcs (HArpyska, IeHCTBYOIIas
HA HEro, MOCTEIeHHO CBOAWIACH K HYJ0) W 3aTeM
BO3BPAIIAJICA B MCXOMHOE mosokenre. C moMOIIbIo
carnupPOBOr0 KOJBIIA MPOBEPSIIN TEPIEHIUKYIISP-
HOCTh PAacCIOJIOMKeHus 00pasiia OTHOCHTEIHHO WH-
neuropa. Ecmu 910 ycnoBre He BBITOMHAIOCH (06pa-
3eI] HaXOUJICS 10/ HAKJIOHOM), TO HA OMHOM U3 €M-
KOCTHBIX JATYNKOB BOBHUKAJ CUTHAJ, KOTOPBIHN 610~
KHpPOBaJl IIPOIlecC MHIEHTAIuu. B sToM ciiyuae wmc-
cremyeMblii obpaser] 3aHOBO IIepeyCTaHABIHUBAJIM.
[lpy:®RuHLI yaep:KUBAIA HHIEHTOP, 4 MATHUTHBIH
DKpaH 00ecleuYMBAal 3aIUTy MPHOOpPA OT SIEKTPO-
MATHUTHBIX HABOJOK.
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O6cy:xaenune pe3yabTaTOB

Ha puc. 4 pna oboma kojeca TpUBENEHBI DKC-
[epUMEeHTAIbHbIE KPHUBBbIE HATPY:KEHUS U Pasrpy-
JKEeHUs, 0TOOpaKaroIie Mporece nHaeHTanuu (aHa-
JIOTHYHBIE KPUBBIE OAYYaIN U I rpebHs Koeca),
B Tabiauile — MeXaHWYEeCKHe XapaKTepPUCTHKU
006pasIoB.

Hecosnanenue kpuBbix I U 2 TOBOPUT O HAJIHU-
YUHU OCTATOYHOH IedopMaIiuy I0C/ie 3aBEPIIeHHUs
IpoIenypbl HHAEHTHPOBaHWA (MaTepuan U3-II0f
WHIEHTOpA He IIOJHOCTHI0O BO3BpAINAJCA B CBOE
npe:xuee noaoxenue). 00 yIpyrux cBOMCTBAX CTAIH
MOKHO CYIHUTh [0 PeIaKcallii SHEePTHH, HAKOIIeH-
HOH B IIPOIIecce YIIPYroIIaCTHIECKOH medpopMarium
Ipu BHeApPEHWU uHAeHTOpa. MexaHudyecKre Xapak-
TEPUCTHUKU 00pA3I0B CBUIETENILCTBYIOT, YTO 000
Kojleca mMeeT OOJblINe 10 CPaBHEHHUIO C IpebHeM
suavenusa HV u H u meupmuit moayns HOura E.

3akaroueHue

Takum o0pasoM, MPOBEIEHHBIE KCCIEIOBAHUI
MIOKAa3ay, YTO JIOKATU3AIUA HATPY3KH IIPHUBOIUT
K YIPOYHEHUIO IIJIa3MeHHO-3aKaJleHHOU KOJIeCHOU
cTasu B 30He aedopmaruu (IIoKa3aTeau TBePIOCTH
obosma Komeca Bbliile, yeM rpebHs). Bosuukarwmiue
[IPH 5TOM T'PaJIEeHThI HANPIKEHUH OKA3bIBAIOT 3HA-
YUTENbHOE BIUAHUE HA MEXAHU3MbI IIJIACTHIECKOTO
TeYeHUsd, a CTPYKTypa MaTepHaaa Mo WHIEHTOPOM
MEHSeTCsI B pe3yibTare aMopgusaruu, (asoBbIX
mpeBpalleHuii ¥ 00pa3oBaHUA HAHOKPUCTAIINYE-
CKOH CTPYKTYPBHI.

Mexannueckue xapakTepUCTHKHA 00pasIioB
Mechanical characteristics of the samples
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Puc. 4. Kpussre marpy:xenus (1) u pasrpysku (2) mis o6-
pasia 1

Fig. 4. Loading (1) and unloading (2) curves for sample 1
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MATEPHAJIOB B PE:RMME PEAJIBHOI'O BPEMEHHN
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Omrcana MaluHa TPEHUs BO3BPATHO-IIOCTYIIATEIHHOrO aeticteud — «T'puban-T» — mia aBro-
MAaTHU3WPOBAHHOIO KOHTPOJIA KAYECTBA TPYIIMXCS IMoBepxHocTel Tpubomnap. OcobeHHocTs ee co-
CTOWT B OCYI[E€CTBIEHUH IPHHYJUTEIHLHOTO (PPUKIIMOHHOTO B3AUMOIEHCTBHIS TPYIIMXCS II0BEPX-
HOCTEH, 3aKPEeIUIEHHBIX HA IIPUBOIHOM U CONPSIKEHHOM mIardopMax. B ycinoBusax HermpepbIBHON
perucTpanyy B3auMHBIX IIepeMeIeHNI HarPy:KeHHbBIX TPHOOIap OCYIIEeCTBIIAT HEIIPEPhIBHYTO
06paboTKy CUTHAJIOB AATYMKOB IIEPEMEIIIEHHUH C HUCI0Ib30BAHUEM KIACCHIECKUX IIOXO/I0B TEO-
PHH aBTOMATHYIECKOTO YIIPABIEHUS B [ENIAX UAeHTH(PUKAINH TPUOOIOTHIECKUX XaPAKTEPUCTHE.
Marmuna obecriedrBaeT moCIeI0BATENbHbBINM BU3YAIbHBI KOHTPOIb STHX IAPAMETPOB B PEIKUME
PeaIbHOro BpeMeHH. AKTHBHO HCIIONIb30BAHBI BO3MOKHOCTH KOMITBIOTEPHBIX TEXHOJIOTHH Ha
6ase MATLAB. IlpuBenen pacuer TpHOOJIOTHUECKUX XaPAKTEPUCTHE MATEPHAIOB: TUHAMUYE-
CKOro Ko3(hurrieHTa TpeHus, Ko3(puienTa 1eMuupoBaHusI U MephI IEPOXOBATOCTH IIOBEp-
xHocTy. [IpoBeieHHbIe HCITBITAHNS T03BOJIMIM 3aKII0YNTD, YTO MAIIIMHA TPEHHUS BO3BPATHO-IIO-
crynarensHoro aevicrBusa «Tpuban-T» addexruBra mia uccieqoBaHusA B PEIKIME PEarbHOTO
BpEMEHH TPHOOIOTMIECKUX XapaKTePUCTHK MaTepHaIoB: AUHAMHYECKOro KoadduiiuenTa Tpe-
HUfA, K03(duImenTa neMipupoBaHus U Mephl I11epoxoBaTocTy noBepxHocTu. OTMEueHa BO3-
MOKHOCTB €€ MCIIOIIb30BAHU I MOHUTOPUHTA COCTOSHUS TPHOOY3I0B MAIITUH ¥ MEXaHI3MOB.

KiroueBnle cioBa: mamuua tpeHus; «Tpudan»; crangapTsl; TPUOOIOTHSI; TPUOOIOTHIECKHE
CBOMCTBA; Tprbonapa; Koadurpent neMridpupoBaHuUs.

A MACHINE FOR REAL-TIME ESTIMATION OF THE TRIBOLOGICAL
CHARACTERISTICS OF MATERIALS
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ITMO University, 49 Kronverksky Pr., St. Petersburg, 197101, Russiya; *e-mail: abramchukmv@itmo.ru
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A reciprocating friction machine Tribal-T intended for automated quality control of the rubbing surfaces
of tribopairs is described. The distinctive feature of the machine consists in implementation of the forced
relative motion due to the frictional interaction of the rubbing surfaces fixed on the drive and conjugate
platforms. Continuous processing of the signals from displacement sensors is carried out under conditions
of continuous recording of mutual displacements of loaded tribopairs using classical approaches of the the-
ory of automatic control to identify the tribological characteristics. The machine provides consistent visual
real time monitoring of the parameters. The MATLAB based computer technologies are actively used in
data processing. The calculated tribological characteristics of materials, i.e., the dynamic friction coeffi-
cient, damping coefficient and measure of the surface roughness, are presented. The tests revealed that a
Tribal-T reciprocating friction machine is effective for real-time study of the aforementioned tribological
characteristics of materials and can be used for monitoring of the condition of tribo-nodes of machines and
mechanisms.

Keywords: friction machine; Tribal; standards; tribology; tribological properties; tribopair; damping co-
efficient.

Beenenune Hoit [1 — 6]. B mammoii pabore mpezicrapieHa Malllu-

JecTBa TPYIIUXCA IOBEPXHOCTEH OCTAeTCHA aKTyallb- «Tpuban-T», mosBondoIad pPErHCTPUPOBATH B3a-
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Puc. 1. Cxema mamuss! Tpenud «Tpuban»: I — ocHOBaHHE;
2 — manpasiswoume; 3 — nepsxarenu o6pasios; 4 — obpas-
IIbI; 5 — YIPYTHUH IOABEC; 6 — KATKW; 7 — KPUBOIIUITHO-IIOJI-
3yHHBIN MEXaHU3M; 8 — BHHTOBOH JOMEKpAT; 9 — 4yepBIIHAA
nepenauda; 10 — croiika; 11 — sneKTponpuBon; 12 — siek-
TpoaBurarenb; 13 — myner, 14 — DATYUKK HepeMeIeHusT;
15 — puaamomerp; 16 — 060K ymupasienus; 17 — MOLyIb
AITII/ITAIT; 18 — KoMmmbioTED

Fig. 1. Tribal schematic: 1 — base; 2 — guides; 3 — sample
holders; 4 — samples; 5 — flexure suspension; 6 — rollers;
7 — crank-slider mechanism; 8 — screw Jack; 9 — worm
gear; 10 — rack; 11 — electric drive; 12 — electric motor;
13 — probes; 14 — displacement sensors; 15 — dynamome-
ter; 16 — control unit; 17 — ADC/DAC module; 18 — com-
puter

MMHBIE TTepeMeIleHns HarpyKeHHbIx Tpubomap. [To-
Kas3aHa BO3MOKHOCTb HEIIPEPhIBHOM 06pab0TKM CHT-
HAJIOB JIaTYUKOB IePEeMeIleHHI C HCII0Ib30BAHUEM
KJIACCHYECKUX IIOAXO0B TEOPHUH ABTOMATHIECKOTO
VIPABIEHUS B EIAX UACHTUPUKAIIUYN TPUOOIOTH-
YECKUX XapaKTepPUCTHK — Kod(uIiuenHTa aeMndu-
poBaHus U MepHI IepoxoBaroctu. Mammuna obecre-
YMBAET MOHHWTOPUHT STHX IIAPAMETPOB B PEKHUME
peasbHOro BpeMeHH. AKTHBHO HCIOJB30BaHbI BO3-
MOKHOCTM KOMIIBIOTEPHBIX TEXHOJIOTHI Ha 0ase
MATLAB.

MamuHbI TPpeHusdaA BO3BPATHO-
IIOCTYIIATEJIBbHOI'O IBHUKEHHUA

HopmaruBuasa mokymenrtarusa [7] peraamMeHTH-
pyer ucciaeqoBaHusa Ha MamuHax TpeHusd. B 2015 r.
B Poccuu paspaboran cranmapr 'OCT 33252-2015,
aHasornyHbil amepuranckomy ASTM D6425-17,
YCTaHABIUBAIOIINH METOJ OIpeleneHus Koadu-
[MeHTA TPEHUsA U CIOCOOGHOCTH CMA30YHOTO MaTe-
prasia TpemoTBPAIATh HW3HOC IO/ BO3MEHCTBHEM
BBICOKOYACTOTHBIX JHUHEHUHBIX KojJebauumii. Merorn,
OIMCHIBAEMBIM B OTEYECTBEHHOM CTAHAApPTE, HIEeH-
THYEeH METOAWKe, HpuBeaeHHON B HeMmerkom DIN
51834.

CormacHo craHmaptry, KO3(Q(UIMEHT TPEHUS
OTIpeesIAIT clemyomuM obpasoMm. IIpoBomsar wmc-
nerTanua Ha mammae SRV (Schwingung, Reibung,
Verschleiss — Bu6parus, TpeHue, U3HOC) COIJIACHO
ASTM D5706-16. Hcobirarenpuas mamwuHa SRV
COCTOUT U3 TIPUBOA KOIe0aTeILHOTO ABUKEHUS, UC-

IBITATeJIbHOU KaMephbl U HArpy309HOTO YCTPOMCTBA
C cepBoABUTATEIEM U TEeH30AaTYUKOM. MaIlnHoH
VIOPAaBIAKT C TOMOIIBI0 OJIOKA YIpaBIEHUS A
MPUBO/IA KoIebaTeTLHOTO BIUKeHUsA (TaliMepa, KOH-
TPOJIA HATPY3KH, YACTOTHI, AMILIUTYABI X014, YCUIU-
Tens MAHHBIX A OIpeaeleHus K03(QUIeHTa
TpeHud, BBIKIIOUATENA U KOHTPOJIepa AJd Harpe-
Ba). KoadpurmenTs! TpeHUS PErUCTPUPYIOT B 3aBH-
CHUMOCTH OT BpPEMEHH C IIOMOIIbI0 CAMOIIHCIA WU
KOMITBIOTEPHOI IIPOTpaMMBbI cO0pa JaHHBIX.

Ananoruunas marmuHa tpenus — «Tpubam» —
CKOHCTPYHpPOBaHA CTyAEHTAMH W acIHUpaHTaMHU Ka-
demper  Mexarponuku Yuumsepcurera KWTMO
(Canxr-Ilerepoypr). Ee pabora ocHoBaHa Ha mipume-
HEHUH KOMIIHIOTEPHBIX X MEXATPOHHBIX TEXHOIOTHEH
[8]. Mammua mo3BoIsIeT HCCIeN0BaTh TPHUOOIOTHU-
YeCKHe XapaKTePUCTHUKU Pa3IUIHbIX MATEPHATIOB B
peskuMe peanbHOTO BpemeHu. OHA COCTOUT U3 MeXa-
HU3MOB IPHUBOJA IIAT(OPMBI BO3BPATHO-IIOCTYIIA-
TEeJILHOTO IIepeMelleHus 00pasiioB, yajia Harpy:ke-
HUS, JepiKarenel 06pasiioB U U3MEPUTEIHHON CHC-
Tembl. CxemMa MaIllUHBI TPEHUA IPEJCTABIEHA HAa
puc. 1.

OCHOBHBIMH 0COOEHHOCTAMYU MAIIUHBI SBJIAIOT-
CsI: BO3MOJKHOCTD TOJIYyIYEeHHUA JUHAMUYIECKUX XapaK-
TEPUCTUK TPUOOTIOTHYECKHUX TIap; OIeHKA KadyecTBa
IMOBEPXHOCTEH HCCIEIyeMbIX MATEPUAIOB; MOHUTO-
puHr Kjiacca mepoxoBaroctu. llosmHee ona 6bLIa
MOJIEPHU3HUPOBAHA — 3aMEHEHbBI JaTYUKU U IPHUBO-
IIbI HATPY:KEHUsA, UCII0Ib30BAHbI IPEIU3NOHHbIE Ha-
MIPaBJAIONINE C IOAIIUITHUKOBOM JOPOXKKOM M3 IIe-
PEKPECTHBIX POJIMKOB, UYTO II03BOJIMJIO TIOBBICUTH
TOYHOCTH ITO3UITMOHUPOBAHUA, a TAKKEe YMEHbBIIUTD
BIUSHUE BUOpALIHH.

O6muii Buj MOAEPHU3HUPOBAHHOU YCTAHOBKH
«Tpuban-T» mpencrasnen ua puc. 2. K Bepxueit u
HIKHeH mwardgopmaM 1 Kpemarcs Tpu mapbl o6pas-
[I0B B BHE TPeX IIWINHIPOB, TPYIIUXCI TOPIIAMHU.
ILnmockuit KOHTAKT OGEcIIeunBaeTCs 3a CUET TOTO, YTO
BepxHAA mIardgopMa UMeeT JIOPT 38 CYET POTUKO-
BBIX Hanpasigomux 10. IT0 MO3BOJIAET OCYIIIECTB-
JIATh CAMOYCTAHOBKY O0Opas3Il0B W pPean30BbIBATH
ILUTOCKUM TpexTodeuHbiit KoHTakT. Obe miaTgopmbl
npu paboTe YCTAaHOBKH OCYIIECTBIAIOT BO3BpAT-
HO-TIOCTymaTenbHoe aBm:keHue. C IIOMOINBIO IIPH-
BOZIA HATpy:KeHus 9 BepXHsAd ItaTdopMa IpHKIMa-
ercd K HIWKHEH 10 00pa3oBaHUA KOHTAKTA MEIKIY
obpasmamMu. 3areMm TPUBOJ 8 peanusyer IUKINYe-
CKOe BO3BPATHO-TIOCTYIATENbHOE [BMKEHUE HUIK-
Hel 1ardopMbl. 3a CYET CHI TPEHHUS BEPXHAT
wiaTgopMa IPUHYIUTEIHHO ITUKINYECKH IepeMe-
maerca. Takoe TPUHYAUTEIbHOE ABUKEHUE BEPX-
Hel II1aT(OPMBI ABIAETCA BAKHBIM OTINIHEM yCTa-
HOBKH «Tpuban-T» or umMenumxci aHAJIOTHMYHBIX
MaIllUH TPEHUA. ITH [IBHKEHUS PETUCTPUPYIOTCA
JaTYuKaMU JIMHEWHBIX IIepeMeleHni 2, a JaHHbIe,
MIOCTYHAI[e Ha KOMIBIOTED, SIBISIOTCI BXOOM U
BBIXOJIOM HIeHTU(MUKAIUMOHHON Moaenu [9].
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Puc. 2. OxcnepuMeHTaIbHBIH TPUOOIOTHIECKHH KOMILTIEKC
«Tpuban-T»: 1 — BepxHAT U HUKHAA 1aTQOPMBL; 2 — 1aT-
YUKW JIUHEHHBIX IIepeMelieHnii; 3, 4 — JaTIuKd HOPMaJIb-
HOU ¥ TaHTEeHIIMAJIbHON HArpy3KH COOTBETCTBEHHO; 5 — Ha-
IpaBIAIe THHEHHBIX [TepeMeIleHuil; 6 — GJI0K yrpasie-
HHUSA IPUBOAOM HATPy:KeHWd; 7 — KOHTPOJIb IIPHUBOZAA BO3-
BPATHO-TIOCTYTIATEIHHOTO ABHUKEHUI; 8 — IPUBOJ] ITUKIIIe-
CKOTO BO3BPATHO-IIOCTYIIATEILHOTO ABMIKEHUT; 9 — IIPHUBOJ,
HarpyxeHusd; 10 — PoIUKOBbIEe HAIIPABIIAIOIINE

Fig. 2. Experimental tribological complex Tribal-T: I —
upper and lower platforms; 2 — linear displacement sen-
sors; 3, 4 — sensors of normal and tangential load, respec-
tively; 5 — linear motion guides; 6 — control unit for the
load drive; 7 — control drive reciprocating motion; 8 —
drive cyclic reciprocating motion; 9 — loading drive; 10 —
roller guide

Texuuueckue
«TpI/IﬁaJI-T»:

aMILTMTY/Ia ABW/KEHWS HUMKHEH IaTdopMbl —
1 -5 mwm;

YacToTa [BH:KEHHS HIDKHEeH ImardopMbl —
1-5Tm;

cuna Harpyxenus — 3 — 30 H.

XapaKTepuCTUuKu YCTaHOBKH

Pacuer TpH60/IOTHYECKHX XapaKTEPHUCTHK
MaTEpPHATIOB

CurHamnbl ¢ JaTYNKOB ITepEeMEIleHni HUKHeH U
BepxHEH IIaT(opM — BTO BXOMA M BBIXO]] «4€PHOTO
AnmKa» Tpubdocrcremsbl. [IprMeps! curnanios npuse-
IIeHBI Ha PHC. 3, Ile in — BXOIHOM, out — BBIXO[-
HOI curHanabl. CHTHAIBI UMIOPTHPYIOTCA B CPEIY
MATLAB, rme dopMupyercs AHCKpeTHAA MOIETD B
TIPOCTPAHCTBE COCTOAHUH, KOTOPOE 0TOOpaKaeT II0-
BeJleHUe TUHAMHUYECKOH crucreMbl. Bee BbraucIeHus
MIPOBOAATCA C HCIOJb30BAHUEM TEOPUH ABTOMATH-
veckoro ynpasiernus [10].

Marpuiia cucreMbl B IPOCTPAHCTBE COCTOSHUA
JaeT BO3MOYKHOCTH HEIIOCPEJICTBEHHO OIIPeNeIATh
Koa(purimenT memMdupoBaHUS W YACTOTY COOCT-
BEHHBIX KOJIe0aHU:

A { 0 1 }
= _ 2 _ 5
0; —2n
I7ie My — YacToTa coOCTBEHHBIX KOIebaHu; n — KO-
o(ppummenT  memMIuUpPOBAHUS,  ONPENEIAIOIIUN

Mepy 1iepoxoBarocTH [9].
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Fig. 3. Data obtained on a Tribal-T friction machine
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Fig. 4. The Bode diagram

Ha crnenyromem sTame mcciaemoBaHUsA CTPOMIH
nuarpammy Bome (orapudpMudeckyo aMIUIHTYIHO-
YaCTOTHYI0 M (pa309acTOTHYI0 XapaKTePUCTUKU
(puc. 4).

Huuavmuaeckuii K03 PUIMEHT TPEHUS BBIUUC-
JISLTE 110 (popMyJIe

kd = ABI:IXOJJ[/ABXOL[ = 10A/20a

rme A = 201g(Ax0x/Asxor) — YCTAHOBHBIIIEeCs 3Ha-
yenue MarauTy bl AUX.

Hanee oreHnBanM Mepy IIEpPOXOBATOCTH (PPHUK-
[IMOHHBIX TIOBEPXHOCTEH C MCIOJIB30BAHUEM SBHOM
sapucumoctd R = R(w).
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Ta6auma 1. PacuerHbre XapaKTePUCTUKHM MOJIENIEH B IIPOCTPAHCTBE COCTOSHUI
Table 1. Calculated characteristics of the state-space models

Tpubomnapa

XapakTepucTUKH

AIOMUHUN — ATIOMUHAK

Craib — OIITUYECKOEe CTEKIIO AmoMmuHUM — cTaib

Marpurna cucrembr
B IIPOCTPAHCTBE COCTOIHUHN

0
A= {
Bexrop xKoaduiireHToR yripasaeHus
Bekrop k03 puiirenToB cMelenus
Bekrop kK03 purirnenToB 06paTHOM CBI3H

MO,I[eJIb B IIPOCTPAHCTBE COCTOSTHUH

-057 -1,44
B = [-0,42; —0,26}]

0 1 1
-0,19 -047 -0,51 -1,37

B = [0,32; 0,06] B = [-0,43; -0,24]
C =1[1;0]
D = [0]
x=Ax + Bu;y = Cx + Du

IIpmVquaHne. X — BXOJHAA BEJIUWYHWHA, Y — BBIXOJHAA BEJIUYNHA.

Tab6auma 2. XapakTepuCTUKH TPHUOOJIOTHIECKOTO B3aUMO-
NeNCTBUS, TIOJIyIeHHbBIE C IOMOIILI0 yeTaHOBKH «T'puban-T»

Table 2. Characteristics of the tribological interaction ob-
tained on a Tribal-T friction machine

WurepBan ;I acrora Koadpunment Junamudaeckuin
U3MEepeHuH, COOCTBEHHPIX neMiupo- K0a(ppuIIeHT
KoJIe0aHuH A
MHH BaHHA N TpeHud k;
g, 1/c
0 0,87 0,57 0,32
0-20 0,82 0,56 0,2
20 - 35 0,88 0,58 0,32

B rTa6a. 1 mpencrasieHbl pacyeTHbIE XapaKTe-
PUCTHUEM MOJZeJIeH B IIPOCTPAHCTBE COCTOAHMM. B 110-
cIeIHel ee CTPOKe — HCIIOJAb3yeMasn Mojenb. B pac-
CMATPHBAEMOM CJydae Mbl OTPAHUYUINCH JABYMS
ypaBuenuamu Homu. ITosromy B mMarpuie (2 X 2)
HCCIenyeMON TUHAMUYIECKOH CHCTEMbI BTOPAs CTPO-
Ka — 9TO (pusHdUecKre mapaMeTpbl:  — Koo uIm-
eHT eMII(PUPOBAHUI U (¥) — YACTOTA COOCTBEHHBIX
Kosebauuii Mmozmenu. YacTrora w, OMHO3HAYHO CB3a-
Ha ¢ Mepoii 1repoxoBaroctu [9]

nz\/ P 2 4m§a2p2 P
— PR +7_7
BIWE) &
R= 5 ,
202a2 P
" EJ

rae P — marpyska; @ — IIMpUHA TOMEPEeYHOro ceve-
Hus (IPU YCIOBUM, YTO CEUEHHE CTEPKHSA IPEe/ICTaB-
sasger coboii KBagpar); p — IUIOTHOCTh MaTepuajia
obpasma; P/EJ — npusenennoe nasienune (K — mo-
IyJIb YIPYTOCTH, J — MOMEHT WHEPITUH).

B Tabn. 2 mnpuBeneHbl XapaKTEPUCTHKU TPU-
6OJIOTUYECKUX TIap, PACCYUTAHHBIE B IIPOIECCE TIPO-
BEEHHUS SKCIIEPUMEHTOB C TIIOMOIIBI0 YCTAHOBKU
«Tpuban-T».

BriBoabl

Paspaboran mmprbop BO3BpaTHO-IIOCTYHATEIBHO-
ro IeUCTBHs, CIIOCOOHBIH B peKUMe PealbHOIo Bpe-
MEHH OIIeHWBATH KAYECTBO B3aMMOMAEHCTBYIOIUX
IIOBEPXHOCTEH pasIUYHBIX MarepuanoB. Maruua
tpenus «Tpuban-T» nmosBonsger B pe:xuMe peaabHO-
ro BpeMeHHU HCCIEe0BATh TPHOOJIOTHUECKHe Xapak-
TEPUCTUKH MAaTEPHAIOB: MUHAMHYECKHH K03ddu-
[HEeHT TpeHus, Koa(@uIueHT aeMI(pUpOBaHUS U
Mepy IIIePOXOBATOCTH MOBEPXHOCTHU. ¥ CTPOMCTBO II0-
Kasano 3¢PeKTUBHOCTb IIPU MOHUTOPUHTE COCTOA-
HUS TPUOOY3II0OB MAIIVH ¥ MEXaHU3MOB. Bo3MoKHO-
cTH!n pa6OTI)I MalmuHbI MOTYT 6I)ITI) HUCIIOJIB30BaAHBI
i1 TaTbHEHINX WCCIeIOBAHUN B IPYrux obJac-
TaX: MEKpoMexaHuke [11], nuHaMuke (pPUKITHOHHO-
0 B3aUMOJEUCTBHUSI B IUIEHOYHBIX MOKPBITUAX U
omorkaHax [12 — 16].
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OpHO# 13 OCHOBHBIX IPOLIEAYP CTAHJAPTH3AINN CyJe0HO-9KCIIEPTHOM JeATEeIFHOCTH, UCIIOIb3Y-
€MBIX [[JIsI KOHTPOJIS JJOCTOBEPHOCTH PE3yIbTATOB IIPOBEIEHHBIX UCCAEIOBAHUN, ABIISETC BaIU-
nanus cynebHo-skcnepTHoi MeTonuku (COM). dra mporemaypa MIHPOKO IIPHUMEHSIETCSI B OPraHuU-
3anusaX, BXOAAIUX B EBporeiickyio ceth cynebuo-skcneprubix yupexnennii (ENFSI), B koro-
pyto Taxske BxoauT Poccuiickuit PemepanbHblii HEHTP cyAeOHOM aKcrepTussl npu MunncTep-
crBe 1ocruruu Poccwmiickoit Penepanyu (POI[CI). B merponoruueckoM IiaHe MOKHO BbIfie-
suth g8a tuna COM: cynebHo-skcmepTHBIe MeTogukn usmepenus (COMMU) u cynebHo-sxcepT-
ubie Meroauku Tecrupoauud (COMT). B 6omee panueit Hamei my6IMKAI|H IOKA3aHO, YTO Me-
Topmyeckue moaxonb! K Bamunaruu COMU B ocHOBHOM pa3paboTaHbl, OHH HAXOIAT IMPaKTHIe-
croe mprMeHenue B jgaboparopusx POI[CO. B ro ke Bpems nporenypa sanugaiuu COMT BbI-
3BIBAET MHOTO BOIIPOCOB W IIIMPOKO OOCY:KJaeTcsd B HaydHOU jureparype. Hawnbombiue ciosx-
HoctH ipu Basuparuu COM cBa3aHbI ¢ BHIOOPOM IIAPAMETPOB BaIMIAITHH, Pa3pabOTKON BaJIH-
JAIMOHHOTO SKCIEPUMEHTA U BBIIIOJTHEHHEM CTATUCTHYECKHUX PACYETOB. B CBA3U ¢ 9TUM B HACTO-
el paboTe HPeIIOKEeHbl METOTUYECKHe ITOIXOAbl K CTATHCTUYECKOHM OIleHKEe [apaMeTpoB
COMU u COMT s ux mpakTHUECKOro MPUMEHEHHs CyaebHbIMU SKcIiepraMu. B craThe mpes-
CTaBJIEH PsAJ| PEKOMEH/AIIUH TI0 TPOIEyPe BaIUAAINY, IePEIUCIeHbI TapaMeTPhl BATH/IAIUH,
[IpUBEJIeHbI KOHKPETHBIE CXEMbI 9KCIIEPUMEHTOB, BBHIIIOJIHEHNE KOTOPBIX II03BOJISET OIEHUTh I10-
razarenu kagectBa COMU u COMT. [lna orenku npuroaaoctat COMU ncmonp30BanbI pesysib-
TaThl MHOTOKPATHOTO OIIPee/IeHN KOHTPOIMPYEMOro IIOKa3aTelsd B KOHTPOIBHBIX 00pasax u
CTaHJIAPTHBIX J00ABKAX, IPUBEIEHBI O0IIENPUHATHIE (DOPMYJIbI PACIETA CTATUCTUYECKHX I1apa-
MeTpoB. B Kauecrse mprumepa paccmorpena mnporeaypa Banumparun COMT «Murpockommaeckoe
HCCIIeOBAHUE TeKCTHIBHBIX BOJIOKOH». O0pasiaMu jIsi TECTUPOBAHUS CIIYKIJIN BOJIOKHA U3 JIa-
60paTOPHON KOJUIEKIIWH, TeCTHpPYeMble IIPU3HAKH KOTOPbIX ObLIM M3BECTHHL B crarbe Takixe
[IOKA3aHo, 4To s XapakTepuctuky HagexaocTd COMT u KoMIIeTeHTHOCTH 3KCIIePTOB addexk-
THBHO HCITOJIb30BATH BEPOSTHOCTHYIO OIIEHKY JIOJIHU JIOKHBIX PE3yIbTATOB TECTHPOBAHUS, a TaK-
K€ pacyeTr OTHOIIEHUs IIPABIONI0I00Ms.
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Validation of the forensic methods (FM) is one of the main procedures for the standardization of forensic
activities used to verify the reliability of the obtained results of the studies. This procedure is widely
adopted in the organizations of the European Network of Forensic Science Institutes (ENFSI), which also
includes the Russian Federal Centre of Forensic Science of the Ministry of Justice of the Russian Federa-
tion (RFCFS). Two types of FM can be distinguished in metrological aspects: forensic method of measure-
ments (FMM) and forensic methods of testing (FMT). We have shown earlier that unlike the developed
methodological approaches to the FMM validation which gained practical application in the RFCF'S labo-
ratories, the FMT validation procedures give rise to many questions which are widely discussed in the sci-
entific literature. The most significant difficulties in FM validation are attributed to selection of the vali-
dation parameters, development of the validation experiment and performance of statistical calculations.
‘We propose methodological approaches to the statistical assessment of the FMM and FMT parameters to
be used in practice of forensic experts. Moreover, we present a number of recommendations on the valida-
tion procedure, list of the validation parameters, and consider specific schemes of the experiments to be
used for assessing of the quality indicators of FMM and FMT. The results of multiple determination of the
controlled index in the referenced samples and standard additives are presented to assess the suitability of
the FMM using common formulas for calculation of the statistical parameters. Case study of the FMT val-
idation procedure “Microscopic Examination of Textile Fibers” is considered. The expediency of using
probabilistic estimate of the share of false test results, as well as calculation of the likelihood ratio in as-
sessing the reliability of forensic methods of testing and competence of the experts is demonstrated.

Keywords: validation; forensic method of measurement (FMM); forensic method of testing (FMT); calcu-
lation of the validation parameters of forensic methods; likelihood ratio.

BBenenune

B ny6mukaruu C. A. Cmupnosoit, I'. I'. Omenbs-
uoka, . Y. Bebemko [1] 6b11 mpexcraBieH ajiro-
PUTM BalWAAIUK CyHae6HO-9KCIEePTHBIX METOIUK,
KOTOpBIE BEKJIIOUAIOT KOJMIECTBEHHBIE METOMIUKN U3~
Mepenwnii. Bouium paccmorpeHb! feidcTBymolme 00-
e (paBOBbIE) IOJIOMKEHUA, MOAPOOHO OIMKMCAHBI
mapaMeTphbl BAIUIAIMU W CIIOCOOBI WX Ompenese-
uHud. [Iybnukanusa He Kacanach METOJUK Ka4eCTBEH-
HOTO aHAIN3a.

Ha mamr Bsriisg, B METPOIOTUYECKOM IIIaHE Cy-
ne6HO-DKCIIePTHBIE METOIUKH MOKHO PasaeauTh Ha
IIBa TUMA: CyIe6HO-DKCIIEPTHBIE METOJANKNA HU3Mepe-
uust (COMM) u cyneOHO-9KCIIEPTHRIE METOAUKH TeC-
tupoBauusa (COMT).

COMMU npexcraBisger cob60i COBOKYITHOCTD OTIe-
parui Mo KOJNIECTBEHHOMY aHAIN3y OOBEKTOB Cy-
IeOHOM SKCIIePTU3bI B IENIIX PelleHus SKCIEePTHHIX
3agau. B COMU BBINOTHAIOT OIIpefiesieHus, CBA3aH-
HbIe C KOJMYECTBEHHBIMU W3MEPEHUSMH TeX WU
WHBIX CBOMCTB 00BEKTOB sKcrmepTusbl. Ilog COMT
MMOHUMAETCSI COBOKYITHOCTH OIIEPAIHE II0 TECTHPO-
BaHUIO 00BEKTOB CyIeOHOM SKCIePTU3bI B LIENIIX pe-
IIIEHUs SKCIEePTHHIX 3a7a4. KoHTpomupyeMbrii moka-
3arenb jaaerT OMHAPHBIN OTKJIUK, HAIPUMED, «HAJH-
Y1e/0OTCyTCTBHE BEIeCTBA», «COBIIA€HME/HECOBIIA-
IeHHe TPH3HAKA» U T.I. JITH Cyne0HO-dKCIIepPTHbIE
METOAMKH, KaK IIPABUJIO, BKIOYAIOT YCTAHOBIEHNE
COBOKYITHOCTH MPHU3HAKOB M (WJIM) KaduecTBEHHBIE
peaxum uccienyeMbix 06 beKTOB Cye6HoM dKCIep-
TH3bI HA KOHKPETHbBIE BO3JE€HUCTBUS IIPH TECTUPOBA-
uuu. [Ipu pemennn KiaccupUKAITHOHHBIX, UIEHTH-
(PUKAIMOHHBIX WM TUATHOCTHYECKUX DKCIEPTHBIX
sagady COMU u COMT moryT HMCIIOIB30BATHCI KAK
MTOPO3Hb, TAK ¥ BMECTE.

Anroputm Bamuparuu COM Brmouaer cruemy-
OII[H€ OTIePAITUH:

BBIOOp TapaMeTpoB BaluAanuu (MeTpPOJIOTHIe-
CKMX XApaKTePHUCTHUK W TOKasaTeledl KadyecTBa
CoM);

paspaboTKy CXeMbI SKCIIEPUMEHTA 10 U3YIEHUIO
rapamMeTpoB BaJaUOalluu;

MTOJIyYeHre Pe3yIbTaToB SKCIIEPUMEHTA;

pacueTbl U OLEHKH ITapaMeTpOB Balugalluu C
OpUMEHEHHEeM MeTOM0B MaTeMaTHYecKOH cra-
TUCTUKHA.

Pesynbrar Beimonmenus aaropurmMa — opmy-
JVPOBAHME BHIBOIOB U MIPUHATHE PEIIeHUs O COOT-
BeTCTBI/II/I/HeCOOTBeTCTBI/II/I METOOUKU HasHAYCHUIO 1
IIeJIN, COCTABJIEHNE IPOTOKOJIA BAIUIAIUH.

[IpaxkTuka mpoBefenus Bamugaruu B aabopa-
Topusx POICO seiasuia pag mpobiieM 1 BOIPOCOB.
HawuGoabmme cmo:xmoctu, ocoberuo mmaa COMT,
BOBHHKAIOT IPH BHIOOpE MMapamMeTpoB BaIUIAIINH,
paspaboTKe BAIUJAIIMOHHOTO SKCIIEPUMEHTA U BbI-
MTOTHEHUU CTATHCTUYECKHUX pacueToB. Hacrosmas
cTarhd HA KOHKPETHBIX IIPUMEpax pacKphIBAeT
MeTOMUYeCKHe TOXO0bI K pacyeTy OCHOBHBIX mapa-
MEeTpOB BaJIWAAllMM — IIOKasarejell KadecTBa
COMU u COMT.

IIponienypa Bamumammuun CIOMHAU

Iapamempuvr saaudayuu. Ha ocHoBanmu 0600-
IIeHUs psafa CTared M HOPMATHBHBIX IOKyMEH-
T0B [2-9] mma COMHM B kauecTBe MmapaMeTpoB
OLIEHUBAIOT:

1) MerposioruuecKre  XapaKTEPUCTHKH WA
ceoricrBa COMU — crnenududHOCTD; TUHEHHOCTD;
IUAaIa3oH OIpefelseMblX BeIWYMH; IIpenea oOHa-
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Yucno npob M=3

MPUroTOBNEHUE BOAHON BLITAMHKM
PaseegeHune

|5MHH| 14 ‘ 244 LBpeM““b'Aep"‘"aa“"" 4 Smqu 14 ‘ 24y |

T ] e
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Puc. 1. Cxema sxcrrepumenta o Bamugaruu COMU «Ompe-
nenenvie pH m ymenbHOM 5I€KTPOIPOBOAHOCTH B 0OBEKTaX
IIOYBEHHO-TE€0IOTUIECKOT0 ITPOUCXOKIEHUS /IS IPOBEIeHUS
CyneOHO-9K0JIOTHIECKON dKCepTusbl» [10]

Yucno napaielbHbIX
ompenenenuit N = 6

§T‘_

Yucno onepatopos
L=5

Fig. 1. Scheme of the validation experiment for FMM “De-
terminations of pH and specific electrical conductivity in the
samples of soil-geological origin for the conduction of foren-
sic environmental examination” [10]

pY/KeHWS WM Tpefes OIpEeIeNeHus; YyBCTBU-
TEJbHOCTH;

2) mokasaTeau KadyecTBa — IPEIU3HOHHOCTS,
MPABUIBLHOCTh, TOYHOCTH WM HEOIIPEIeIEeHHOCTD
pesyibTara aHaIu3a.

Koukperusiii BbIGOp HapaMeTpoB BATUIAIIAH
3aBHCHUT OT THIIA METOAWKU, 00JacTU ee IpUMeHe-
HUA U CIIeNU(MUKAINN TPEOOBAHUHM K IIPOBEIEHUIO
cymebmHoIT sKcepTusbl. B ciyuae, Korga B cramgap-
TH30BAHHYI0 METOJUKY BHOCATCA H3MEHEHHWsd, Ha-
puUMep, Kacarluecs 06JacTH MPUMEHEHHUA, YCIo-
BUUM IIpOBeleHUd, 3aMeHBl CpeJCTB H3MepeHUH,
MAaTEepHaOoB U PEAKTHUBOB, MPOBOIAT BAIWIAIUIO B
TON YacTH, B KOTOPYIO M3MEHEHWS ObLTH BHECEHHI.
IIpu 5TOM BHOBB OIIEHHBAIOT ITOKA3ATENN KAYECTBA
CoMMU.

Baaudayuornbuiii sxkcnepumenm BCeraa sBJseT-
cs1 KOMIIPOMMCCOM MEKIY I€HON, PUCKOM M TEXHH-
geckuMu Bo3MokHOCTAME. OH MOIKEH yTIOBIETBO-
PATH TpebOBaHUAM 3aKA3YMKA K TOYHOCTH U Kade-
CTBY aQHAJIW3a W YYUTHIBATH PUCK TOJIYYEHUST JIOMK-
HBIX Pe3yJbTaTOB.

Banuparuio mpoBogAT ¢ IpUMeHEHHEM CPEJICTB
M3MEPeHHs, IPOIIEAIINX OBEPKY, IIPH CTPOrOM CO-
Osrofenry TPebOBAHME, YKA3AHHBIX B TEXHHYECKOH
JOKYMEHTAI[UH.

Heob6xoguMprii  06beM  9KCIIEpUMEHTATBHBIX
WCCIIEJIOBAHMUM 3aBUCUT OT O0JACTHU TPUMEHEHUS
9KCITEPTHON METOAWKHY, HAIMYUS JOCTYITHON HHQOP-
Maruu 06 uccaeayeMoM 0ObeKTe, a TaKKe HATUIUS
B JIOCTATOYHOM KOJHYECTBE COOTBETCTBYIOIINX KOH-
TPOJIBHBIX 06pasioB (06pPAs3IOB [JIA OIEHUBAHUA)
C U3BECTHBIMHU XapPaKTEPUCTHKAMH. | JIABHBIM Tpe-
6oBaHMeM, IPEIbABIIEMBIM K OKCIIEPUMEHTY, SIBJIS-
eTcs TOJIyUYeHue PeJICTABUTENHHOM BEIOOPKU U3Me-
PAEMbIX 3HAUEHUH KOHTPOIUPYEMOTO ITOKA3ATENs.

| Yucno oneparopos L = 3

Yucmo mpo6 M = 3
Omnpenenenue Ball B po6ax (mq, mg, ms)
u 11pobax ¢ obaBKaMu

IIpob6a, m

Nobaeka

20 mir/kr

p| IHCIIO IapasIerbHbIX
onpenenennit N = 6

Nobaeka
80 mir/kr

HNobaska
160 mKr/kr

Puc. 2. Cxema sxcnepumenta no Banugarnuu COMHU «Onpe-
nenenue OeHs[almupeHa B 00BEKTaX IMOYBEHHO-TEOJOTHYE-
cxoro mpoucxoxaenus meromom BIKX ¢ dayopumerpuue-
CKUM JIETEKTHPOBAHUEM I TPOBEIEHUS CyIeOHBIX HKOJIO-
ro-II0YBOBEIIECKUX DKCIIepTus» [11]

Fig. 2. Scheme of the validation experiment for FMM “De-
termination of benzo[a]pyrene in the samples of soil-geologi-
cal origin using HPLC with fluorometric detection for the
conduction of forensic environmental examination” [11]

[Topsimox mpoBejieHys SKCIEPUMEHTA 10 H3yJe-
Huo mapamerpoB Bamupanuu COMU B coorser-
CTBUM C pPa3pabOTaHHBIM 3apaHee IIAHOM MOKET
ObITh pasHbIM. [l HATIAAHOCTH TMOPSAIOK IPOBE-
JEeHUsS SKCIIEPUMEHTa H300paKaioT B BHUIE CXEMBI
(puc. 1, 2).

Ha puc. 1 mpezmcrasiena cxema sKCIIEpUMEHTa
o Bastuparnuu COMMU ¢ uconb30BanneM KOHTPOIIb-
HbBIX 00pasios [10].

ITockombKy B COOTBETCTBYIOIIHX peIrIaMeHTH-
PYIOIINX HOPMATHBHBIX JOKYMEHTAX yCIOBUA IPHU-
TOTOBJIEHHUSI BOJHOM BBITSKKU M3 HCCIEAYEMBIX 00-
pasIiloB MOYB CyllecTBeHHO pasnudanuch, COMU
YHAQUIUPOBAIK: YTOYHUIN CTEIeHb pa3BeqeHUsd
MpoObI ¥ BpeMs BBIIEPKUBAHUA BHITSIKKU. B cBA3H
C OTCYTCTBHEM B JIaGOPATOPUH HA TEKYIIMH MOMEHT
BpeMeHHM HeOOXOJUMBIX CTaHIAPTHBIX 00pasIoB
MPeABAPUTENHHO ObLTH OTOOPAHBI KOHTPOJILHBIE 00-
pasIbl TI0YB W3 peajbHbIX 00beKToB. [y aTux 006-
pasIoB yCTAHOBWJIM OMOPHbIE 3HaueHus pH wu
yIaenbHOU aaeKTporpoBoguocTy (YIII).

B skcniepuMenTe yuacTBOBATIH MATH ONIEPATOPOB
(L = 5), ramapIii co CBOMM HaG0pPOM PEAKTHBOB H
obopynosauwms. OHu B pasHoe BpeMs IIPOBOIUIH 10
6 (N = 6) mapannenbHBIX OIPENENeHUNU HCCIeny-
eMBIX IapaMeTpoB B Tpex mnpobax (M = 3). Aua-
JIN3UPOBAJIU JBE BBITSIKKH C PA3HBIM pasBeleHHeM
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yepe3 5 MuH, 19 u 24 4 1mociie IPUTOTOBICHUA —
Bcero 6 Bapualuil yCIOBUH aHAIHU3A.

IIpu moBTOpPHO Bamuganuu yHU(pUITHPOBAHHOH
METOIUKH Yepe3 roji ObLIO yCTAHOBJIEHO, YTO CpPe.-
ure sHavenusa pH u YOII B KoHTpoIbHBIX 06pasax
[I0YB HAXOMWIKCH B IMpeJesax WHTepPBaIa Heolpe-
eJIEHHOCTH MPHHATHIX OIMOPHBIX 3HAYEHWH. ITO
TIOATBEPAMUIO0 IPUTOJHOCTD YHUMPUIIMPOBAHHOU
COMU nns mpoBemeHHs CyHneOHO-IKOIOTHIECKUX
9KCIIEPTH3.

Ha puc. 2 npencraBieHa cxeMa SKCIEpPUMEHTa
no Banmunanuu COMMU [11] ¢ ucronb3oBaHueM CTaH-
JapTHBIX T06ABOK.

COMMU [11] mpeacrasaser coboit MOTUPUKATIIIO
craugapTusoBanHou Meromuku [12]. Mogudukamusa
Kacayiach 9Tarna TBepao(asHO! 9KCTPAKIINH, I KO-
TOPO# OBLT BHIOPAH APYroi COPOEHT.

B pesynbprare Banmumpanuu OBUIH OLIEHEHBI OC-
HOBHBIE XapaKTEePUCTUKUA MOIUPHUIIMPOBAHHON Me-
TOAUEH (CIIeIM(PUIHOCTD, JTHHEHHOCTD, Ipeaea 06-
HApYKEeHUsA, [AUANA30H OIpPeelsieMbIX KOHIIeH-
Tpaluii) ¥ IIoKasaTean KavyecTsa (IPeru3uoHHOCTD,
MPABHUIBHOCTh METOMUKN U HEOIPEEIEHHOCTD).

Il OIeHKH TPEIM3NOHHOCTH TPU KOHTPOIb-
HbBIX 00pasia mouyB (M = 3) ¢ pasHBIM COIep:KaHHEM
6ens[a]oupena (Ball) 6b11H pasmeneHbl MEKIY TPe-
Md He3aBHCHUMBIME omeparopamu (L = 3), KoTopbie
BBITIOJIHUIN TI0 3 HApaIeabHbIXx usMepenus (N =
= 3). Raxnprii omeparop amanmu3upoBaia IPoOLI B
pasHbIE THU B TEYEHHE TPEX MECSIEB, UCIOIb30Ba
CBOI HAOOP PEaKTHUBOB, 000PYIOBAHUA U XUMUIE-
CKOM IIOCYZBI.

Jna oleHKHM NPaBUWILHOCTH B KOHTPOJBHYIO
npoby ¢ HauMeHbINM cozeps;kanueM ball mocmemo-
BaTeNbHO BBOAWIN 3 I00aBKHM CTAHIAPTHOIO pac-
tBopa ball, ananusupys mpoby 10 u 1ocie BBeze-
HUAS Kaxmou mobaBku. B Takoil mocriemoBaTesbHO-
CTH KaKIbIH OIIepaTop HOBTOPSI AHAIN3 TPUIKIBL.

Y cTaHOBIEHO, YTO HEOTIPEIEIEHHOCTh PEe3yIbTa-
ToB onpenenenud ball B cranmapTHbIX 106aBKax He
MpEeBhINIaia HOPMATHUBBI CPEIHEKBAIPATHIECKOTO
orrnonenns (CKO) BocmpomsBommmocTH cramgap-
THU30BAHHOU METOIUKH. JTO MOATBEPAMUIO TIPUTOI-
HOocTh COMM miist mpoBesieHUs CymeOHBIX DKOJIOTO-
TIOYBOBEIUYECKUX DKCIIEPTH3.

Buwinoanenue usmepenuil u obpabomra pesynv-
mamog. C y4eToM KOHKPETHOH CXeMbI 9KCIIePUMEH-
Ta MPOIEAYyPA BHITIOTHEHU U3MEPEHUH BKIIOYAET:

MOATOTOBKY K  WM3MEPEHHUAM  TEeXHUIECKHUX
CPeICTB U, NpPH HEOOXOMUMOCTH, HCCIAETYEMbIX
00pasIos;

MPOBE/IeHNe SKCIIEPTAMU U3MEPEHUH KOHTPOJIHU-
PYeMBIX TIOKa3aTemek;

MpeiCTaBIeHNe HKCIIEPUMEHTANBHBIX JaHHbBIX B
BH/IE CBOAHBIX TAOIHII, COAEPIKAIIUX Pe3yabTaThl
U3MepeHuy;

pacuers! napamerpos Banupanuu COMU.

®opmyabl, HCIIOAb3yeMble B JaHHOH paboTe Aid
pacueTosB, B3ATHI U3 Iyomukamnui [13 — 15] u Hopma-
THUBHO-TEXHUYECKUX JOKYMEHTOB [2 — 4].

Brenem o6osHauenwus:

YHCIIO MCCIEAYEMBIX 00PAasIoB IJIs OlleHUBAHUS
(O0)m =1, ..., M,

YHCIIO BKCIepToB-omeparopoBl = 1, ..., L;

YHCIIO JHEH, eCIh U3MEPEHUS B YCIOBUIX IIOBTO-
PSeMOCTH BBIIOJHAIOT B pasuele auu, k = 1, ..., K;

YHCIIO MAPaJIeIbHBIX OIPENeIeHUN B YCIOBUIX
rnoBTopsieMocT 1 = 1, ..., V.

Ilocnedosamenvrocmd CmMAmMuCmMu4eckKux pac-
wemoe.

1. Buauase paccuuThIBaioT cpeaHee apuMeTH-
YECKOe X,,; ¥ BHIOOPOYHYIO IHCIIEPCHIO Sil pesyiab-
TaToB eguHUYHOr0 usmepenus B m-m OO B yciaoBu-
SIX TIOBTOPSEMOCTH.

2. I UCKIIOYEHNs U3 II0JyYeHHBIX Pe3ysbTa-
TOB IPyOBIX OIIHOOK, MK NPOMAX08, PACCIUTHIBAIOT
craructuru ['padb6ca

_ Xmimax ~ Fmi u GR _ Xmi ~ % mimin ’

mlmax — S mlmin — S

GR

ml ml

KOTOpBIE CPAaBHUBAIOT C KPUTHYECKUM 3HAYECHUEM
GR.,., 07151 9UCIA CTEeHel cBOOOIbI vV, COOTBETCT-
BYIOIIIET0 YHCIIy CEpUH pPe3yabTaTOB W3MEPEeHUH
(yuciy 1a60pATOPUE WM OMEPATOPOB). SHAYEHUS
GR,s, npuBenensl B npuioxkennu Kk PMI 61-2010.

Ecmn  GR,pmax > GRpsy, wma/m GRy i, >
> GR .5, TO COOTBETCTBYIOIIHE PE3YIBTATDI X,y max
WA X, in B3 JATBHEHITHX PAcYeToB HCKITIOYAIOT.
IlemecoobpasHo ucCKIOUYATHL W3 PacyeToB He Oosee
IIByX Pe3yJIbTATOB, B MPOTHBHOM CJIy4ae HeobXoau-
MO IPOAHATU3UPOBATH MOIyUeHHbIE [aHHbIE.

3. Ilns ycraHoB/IeHHWST BO3MOMKHOCTH O0BeIHEe-
HHA JUCIepCHid S2, OLEeHHBAIT UX 00KOPOOHOCMb
¢ ucrnoib3oBanueM kpurepus Koxpena (G), eciau
CPABHHUBAIOT MEKIy CO00I 0ojiee OBYX MIUCIIEPCHIL,
win Kputepua Pumiepa (F) nmaa aByxX AUCIEPCHI.
IIpu sTOM B TIEpBOM Cilydyae CPaBHHUBAIOT BBIOOPKU
C OIWHAKOBBIM YKCIOM W3MEPEHUH, BO BTOPOM —
C pasHBIM.

Kpurepuit Koxpena paccuntsiBaror 1m0 dop-
MyIe:

(82 ) max

L
250
=1

m(max) — ’

re m — HoMep IpoObI, [ — HOMEp omeparopa.
SHauenue G, (a0 CPABHUBAT C TAOIHIHBIM
JUIS 4KClia cTerreHei ceobomsl v = N — 1, cooTBeTcr-
BYIOIIIEr0 MAKCUMAIBHOH TUCIIEPCHH, U [, COOTBETCT-
BYIOIIETO YUCIIy CYMMHUPYEMBbIX TUCIEPCHH U TPUHS-
TON MOBEPUTENbHON BepodaTHOocTU. Ecaum mpu BbI-
6parHOM ypoBHE 95 %-HOU BepoATHOCTH G, (may) >
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> (,.6;, TO COOTBETCTBYIOIIlEE 3HAYCHHE (Sil)maX
HCKIIOYAI0T W3 JanbHedmux pacderoB. Llemecoob-
PasHO WCKJII0YATh M3 PACUYeToB He 6ojee JABYX JIWC-
repcuii.

Hewncrniouenubie BbIOOPOYHBbIE AUCIIEPCUH CUH-
TAlT ONHOPOIHBLIMH, H, CAEI0BATEILHO, PE3ysIbTa-
THI UBMEPEHUH MOKHO O0BEIUHATH B OJJHY COBOKYII-
HOCTb.

Kpurepunit ®uiiepa paccyuThIBaOT M0 (hopmy-
me: F=S2/8Z, npu orom SZ>SZ Ecmu F <
< F .5, D€3yIbTaTbl WU3MEpPEeHUH MOKHO 00besu-
HATDH B OJJHY COBOKYITHOCTb.

4. Jlanee 1o HEUCKIOUEHHBIM 3HAYEHUSIM BeJIU-
YUH X,; U S,,; PACCUUTHIBAIOT 00Illee cpemHee pe-
3yabTaTtoB usMmepenuni x,, u CKO pasbpoca cpemnux
pesynbTaTtoB (x,,;) OTHOCHUTEIBHO OOIIEr0 CPeaHEro
sHaveHus — S2,.

5. PaccuursiBaror CKO moBTOpsiemocTu pesyiib-
tatoB Kaxmoro skcmepra (mwmu CKO nosmops-
emocmu memoouxu) — S, .

6. Hcmonb3ys sHaYeHHA BelIWUMH S, U S, ,,
paccunteiBaior CKO socnpoussodumocmu memodu-
Kku — Sg. -

7. Il OLeHKH npasuibHocmu memoouxu pac-
CYUTHIBAIOT 3HAYEHHE cMelleHus O Kak pasHOCTb
MEKIY OOIIUM CPeJHUM 3HAYEHUEM X,, U aTTeCTO-
Ba"HubIM 3HauveHreM m-ro OO0, a B ciiyyae HCII0Ib30-
Bauusa M00aBOK — pA3HOCTh MEKAY HAWJEeHHBIM
CpeqHUM 3HAUYEeHHEeM B [00aBKe U 3HAYEHHUEM B CTaH-
naprHoi qobaske misa m-ro OO.

8. PaccuurniBaror mapamerp HEUCKIIOYEHHOMN
CHUCTEeMAaTHUYECKOHM IOTPEITHOCTA WU ITOKA3aTelb
IPABUIBHOCTH METOTHKA — A, .

9. TIpoBepsaIOT 3HAYMMOCTH CMEIEHHUSI II0 KpPH-
teputo Creionenra (¢,,). Eciu orenka cmelienus He-
3HAYUMa Ha (poHe ciaydaHoro pasbpoca, B 5TOM
ciayuae npuaumaioT ® = 0. Korga cmeienne 3Haun-
MO, MOKET ObITh IPUHATO PEIIeHNe O BBEIEHUHN II0-
MPABKKM B PE3yJIbTATHI ONpEeIeHus MMPU peajusa-
Y METOMUKH.

10. Omenka mounocmu pe3yabmamos usmepe-
HUL 3aKII0YAETCS B pacuere PacIIMpeHHOd Heolpe-
nmeneHHoCTH. Bromker, Kak MpaBuio, BKIOYAET He-
OTIPEeJIeTIEHHOCTD CIIyIalHOTO pastpoca pe3yIbTaToB
u(x,), KoTopas coBnanaer ¢ Sg ,, U HeollpeJeeH-
HOCTh cMmemienus A, ,. Heompenemremmocru mopro-
TOBKH TIPO0 K M3MepeHuio (B3BeIInBanne, pa3dbasie-
HUE) U MOCTPOEHUs TPAIyHPOBOYHOTO rpaduka, Kak
MIPABUJIO, HE3HAYUMBI.

®opMmyabl I pacdera IoKasaTeledl KadecTsa
COMMU npusenens! B Tabdir. 1.

Crnemyer OTMETHTD, YTO C UCIIOIb30BAHUEM KOM-
mBIOTEPHOM mporpammbl Excel pacuers: o gopmy-
jlaM, TPUBEIEHHBIM B Taba. 1, He MpPe[CcTaBIaIOT
TPYZHOCTEH.

IIpouenypa Bamumamuu CIMT

O6wue ceederus. COMT, ocHoBanHbIe Ha 6u-
HAPHOM OTKJIHKE, IIUPOKO IIPUMEHAOTCI B SKCIIEPT-
HOH IMPaKTHKe CyAeOHON SKCIePTU3bl U TaKKe Tpe-
OYIOT IO TBEPIK/ICHUS IPUTOLHOCTH U COOTBETCTBUS
HA3HAYEHUIO.

HeonpeneneHHoCTh B [aHHOM Ciiydyae HE MOJKET
OBITH BBIpA)KEHA TaK jKe, KAK B KOJIHMYECTBEHHOM
aHaimse, T.e. KAk IapaMerp, XapaKTepU3yIOIui
IUCIIEPCUI0 PE3yIbTATOB, UKW B BHUIE JOILYCTHMOTO
pasbpoca mporHo3upyemoro s3HaueHus. Hamporus,
TunudHaA popMa HeOIPEAeTIeHHOCTH HOCUT BEPOAT-
HOCTHBIA XapaKTep U MOKeT ObITh BbIpa:KeHa Kak
BEPOATHOCTDh IPUHATHS HEBEPHOIO PEIIeHUA WU
TIOJIyYEHUS JIOKHOTO Pe3yabTara.

Manyio neoupenenenuocts COMT unu mamemx-
HOCThb TECTHPOBAHHUA dYall[eé BCET0 XaPaKTePHU3YIOT
HHUBKAM YPOBHEM OIIMOOYHBIX Pe3yJIbTaTOB, MAaJIOH
moieit nmoxubIx (false) pesymbraroB B 00IeM KOJIH-
yecTBe TECTUPOBAHUM.

IIpo6emb! Bamuaaum, BOIIPOCHI METPOJIOTUH U
TEePMHUHOJIOTHH Ka4eCTBEHHBIX METOUK aKTUBHO 00-
CYXKIAI0OTCAd B OTEUECTBEHHOM U 3apyOeskHOH mmeyaTu
[16 — 23]. OgHako merau3upOBAHHBIE CTAHIAPTHU-
30BaHHBIE CIIOCOOBI OIIEHKHU HAIEKHOCTH KAYeCTBEH-
HOTO TECTHPOBAHUSA IIOKA HE PaspadoTaHbI.

Iapamempuor saaudayuu. Has COMT ue ome-
HUBAIOT JUHEHHOCTb, pabounii [UanasoH U Ipefern
oIIpejleIeH s, a OIEHUBAIOT HANb0Iee KPUTUIECKHE
MoMmeHThI: Hage:xHocThb (reliability) COMT, komme-
TEHTHOCTb SKCIEPTa W B OTAENbHBIX CAydadX —
npenen obuapy:xenus (LoD). Korga mensio ananmsa
SABJIETCH OIpeJeeHue HAIWIUSI WA OTCYTCTBHUSA
KOHKPETHOTO BEII[eCTBA, HEeOOXOIUMO OIPeNeIuTh
MUHUMAJIbHYI0 KOHIIEHTPAIIMI0, KOTOpPAs MOMKeT
ObITH OOHApY:KEeHA.

B HaCTOHIHEﬁ pa6o're, OCHOBBIBasACb HA yKa3aH-
HBIX ny6nmcaunﬂx, HAOEeKHOCTh METOAHUKHU M KOMIIe-
TEHTHOCTBh SKCIIEPTOB TAaKiKe XapaKTepPHUu30BaJIHU 10-
JIAMHY JIOMKHOIIOJIOKUTE/IBbHBIX U OTPUIIATe/IbHBIX pe-
3yJIbTaTOB TECTUPOBAHUA.

Baaudayuonrnuvlii  sKxcnepumenm BBIIOTHIIOT
IVI TIOATBEPKIEHUA BOCIIPOU3BOIUMOCTH PE3YIbTa-
TOB TECTUPOBAHUA IIyTEM MHOTOKPATHOM pearnsa-
. COMT HeCKONIbKHMH SKCIEPTAMH B pasHoe
Bpems. [Ipu sToM HCIONB3YIOT 00PA3ITHI TECTHPOBA-
ausa (OT) ¢ usBeCTHBIMU KOHTPOJUPYEMBIMU ITOKA-
sarenamu. Jaa samumamun COMT, mossossronmx
peliath KJIAacCH(PUKAIIMOHHBIE 3aJa4d yCTAHOBJIE-
HUAS HAJIWYUSI/OTCYTCTBUSI KOMITOHEHTA, HAIPHUMED,
KOHKPETHOTO TOKCHKAHTA, 00pasiaM# TeCTUPOBa-
HHS SBJISIOTCH MPOOBI IBYX BHUIOB: C COAEPIKAHUEM
JAHHOTO TOKCHKAHTA BbIIIIe JOILyCTUMOIO IIpeesa u
X0JIOCTBIE TIPOOBI, 3aBEIOMO €r0 He CojepsKallue.
Hna COMT, ycramaBiuBamoIUxX HAIHYINE/OTCYTCT-
BHE€ KOHKPETHON COBOKYITHOCTH IIPH3HAKOB, B Kaue-
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crBe OT wmcmomb3yoT 06pasiibl, B KOTOPBHIX TECTH-
pyeMble IPU3HAKK PErIaMEeHTHPOBAHBL.

Ciunuenue pesymnbraToB TecrupoBanus OT, mo-
JIy4eHHBIX CyHeOHBIMH OKCIIEPTAMH, C COOTBET-
cTByOIIMMH u3BecTHhIMEU moKazaremamu OT mos-
BOJISIET CEJIATh BBIBOJ O MPABUIBHOM WM JIOKHOM
pesyabrate. I[Ipu sToM OmuOKH MOTYT OBITH KakK B
COZIEPIKAIIMX TOKCHKAHT, TAK U B X0JOCTBIX MPObax.
Paznuaator j03KHBIE/TPABUIBHBIE ITOIOKUTEIBHbBIE
Pe3yabTaThl, HoJIyIaeMble B IPo6ax ¢ TOKCUKAHTOM,
¥ JIOKHBbIe/TIPaBUIbHBIE OTPULIATEIbHbIE Pe3yJibTa-
TBI, ITOJIy4aeMble B XOJIOCTBIX IIPO0ax.

Ha pmc. 3 mpexncrasiena cxema SKcIieprMeHTa
pamupanuu COMT «Mukpockomnyeckoe ucciaenoBa-
HHe TEeKCTUJIBHBIX BOJIOKOH» [24]. B skcmepumente

OIIeHWBAaIM HA0OD BHEIIIHUX IPHU3HAK0oB 11 pasHoo6-
Pa3HBIX KOHTPOJIBHBIX 00PA31I0B BOJIOKOH. ¥4acTBO-
BaJIU YeThIpe YKCIEpPTa-0Ieparopa, KoTopble B pas-
HO€e BpeMsd IIPOBEIN MUKPOCKOIIMYECKOE HCCIe0Ba-
HHe HAaJINYHi/0OTCYyTCTBHUS BO Bcex obOpasmax 100
BHEIITHUX MTPU3HAKOB: 36 MPHU3HAKOB — B HAJIWYHH,
64 — OTCyTCTBYIOT.

B sadukcupoBaHHBIX SKCIIEPTAMU Pe3yIbTaTax
TEeCTUPOBAHUA IIPABUJILHBIM TIOJIOKUTEIbHBIN pe-
gynbrar (IIII) osmauan, 4ro Hamuyme IpU3HAKA
ObLIO YCTAHOBIIEHO IIPABHUJIBHO, 4 JIOMKHOIIOJIOKH-
TenabHbIHA pesynbrar (JIII) — noxHOe HaTuYMe mpu-
3HaKa. lIpaBUABHBIN OTPHUIIATEIbHBIH PE3yIbTaT
(ITO) osmauam, 9YTO MPABUIBLHO YCTAHOBJIEHO OTCYT-

Ta6auna 1. Hanvenosanus, 0603HaueHus ¥ (POPMYIIBI I pacieTa CTATUCTUIECKUX 1apaMeTPoOB

Table 1. Items, designations, and formulas for calculation of the statistical parameters

Boraucisemsrit napamerp

Dopwmyna ana pacdera

Hpennanonnoc'rb METOOTUKHU

Cpennee apudMeTHIECKOE PE3YIHTATOB eUHIHIHBIX

onpez[eneHHﬁ B YCJIOBHUSIX IIOBTOPsSAEMOCTH, X, ;

Boi6opounas qucrepcus pesynbraTos onpenenenus B m-m 00
B YCIIOBUAX TIOBTOPAEMOCTH, S2,

Yucno HeoTOPOILIEHHBIX CEPUU PE3yIbTATOB, L’

Oo1iee cpeqHee pesyIbTATOB OIPEIEIeHNH, IOy YeHHBIX
B YCJIIOBUAX BOCIIPOU3BOJUMOCTH, X,,

Jucnepcus pasdpoca cpegHUX apubMeTHIECKUX Pe3yIbTaToB (X,,;,)

OTHOCHTEHHO 00IIEro CPeHETo 3HaYeHud (x,,), S2

Cpenuexpaaparudeckoe orriaonenre (CKO) moeTopsiemoctu
Pe3yIbTaToB OIpPEeIeNeHuN KayKI0T0 SKCIIePTa UK
CKO nosTopsiemocTé METORUKH, S, ,,

CKO BocmrponsBoguMOCTH METOTUKH, Sk,

1 N
Xl = N Z Xmin
=1

Szlziﬁ(x n — X 1)2
N_lnzl

L' — ob1iee 9HCI0 CepHil Pe3yNbTATOB 38 BHIMETOM
gyucia oréporneHHbix cepuii. Obiee Yucio cepui
PesyIbTaTOB COBIIALAET C YUCIOM OIIeparopos L

WJTH, €CJIA TIOBTOPSEMOCTb OI[EHUBAIOT
B TeyeHue HecKonbKux nuei (K), pasua LK
L

IIpaBuIbHOCTH METOTHKH

Cwmerrenne, 0,
ITapamerp 3HAYUMOCTH CMeEILEHUH, ¢,
Ilokasarensb MpaBUIBHOCTA METOTUKH* (IPAHUIIBI,

B KOTOPBIX CHCTEMATHUIECKAsd IIOTPEIIHOCTh METOTUKU
HAXOMHUTCA C MPUHATON BEPOATHOCTLIO), A, ,,

0, =x, —C,, tne C,, — arrecroBaHHOE 3HAYEHUE B M-M
cTaHZapTHOM 00paslie WX B CTAaHZAPTHOH f06aBKe

|

t, =——————,rtne A, ,, — IOTPEIIHOCTH
"2+ A, /3 "

arrecroBagHOro sHadenusa mius OO

Sz A}
Ao = 1,96,/ + p
CKO HeHCKI0YeHHON CHCTEMATHIECKOH IIOTPEIIHOCTH
metonuku g1 m-ro O0)

-1,960,,, (0,

, m

HeonpenesreHHOCTH pe3yabTaTa OIpPeIeJIeHUs

HeompenenennocTs pesynbrara onpenenenua”, u, ,,

sk
Pacmnpennas HeonpeneneHHOCTh pedyabraTa onpeneneausa™®, U

Pesynbrar onpeneneHus™

uc,m = Slzf,m + (Gc,m)2

U=2u,
xxU

IIpumeganwne. [Tapaverps co 3HAYKOM * BBIMUCIAIOT IIPU JOBEPUTEIBHOHN BepoaTHOCTH 95 % u uncie uamepeHuii N > 6.
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IIpuroroBieHne MUKpOIIpEIapaToB
11 06pasmoB BOIOKOH (my, ..., mqq)
Yucso TecTHpyeMbIX IPU3HAKOB BO Beex obpasmax N = 100
36 mpu3HAKOB — B HAIWYUU, 64 — OTCYTCTBYIOT

}

MBHKpOCKOIHYECKOe HCCIeJOBaHHE B PasHOe BpeMA KaKIBIM H3 3KCIIePTOB
HATHIAT/0TcyTeTEHS 100 IPHaHAKOE BOIOKOH

l

Yucno omeparopos L = 4

l

CTaTHCTHUeCKHE TIOKA3ATeTH upammbm H I0EHBIX peSyILT:'I‘aTOB
TLJITT (mokasaTens NOKHONOMOAKHTeNbHEX Pe3yIbTaToR)
TLTO (uuKdsa1elb JGKHUUIPHUETEIbHBIX PE3YIBIEI0E)

TITII (moKA3aTels NPAEHIEHEIX IONOKHTRIEHEX Pe2yIETATOR)
TITIO (moKa3aTelh NIPARHIFHEIX OTPHIIATENBHEIX PE3VIBTATOR)

Puc. 3. Cxema skcrepumenta mo sanuganuu COMT «Muk-
POCKOIIYECKOe HCCIe0BaHNEe TEKCTUIBHBIX BOJIOKOH» [24]

Fig. 3. Scheme of the validation experiment for FMT «Mi-
croscopic study of textile fibers» [24]

CTBUE TPU3HAKA, & JIO}KHOOTPUIIATEIbHBIH Pe3yihb-
tar (JI0) — J0%HOE OTCyTCTBHE IPHU3HAKA.

g samucu pesysabTaTOB HUCOBITAHUM paspada-
TBIBAIOT U PA3MEIAI0T B JIOKAJIHHOM CEeTH JabopaTo-
puu TabIHIYy B 3JIEKTPOHHOHN dopme. B Tabmumax c
nepednem u3BecTHbIX npusHakoB OT u B Tabmunax
pe3ynbTaTOB TECTHPOBAHMUSA, TTOYIEHHBIX DKCIIepTa-
MU, HAIWYKE TPU3HAKA 0003HAYAETCI 3HAKOM «+»,
OTCYTCTBHE — 3HAKOM «—».

B pesynbrare mpOBEIEHHOrO SKCIEPUMEHTA
ObLIO yCTAHOBJIEHO, YTO BEPOATHOCTH JIOKHBIX
pesyabraroB mo COMT B 1enoM He MPEBBIIIAIOT
2,2 %, a BEpOATHOCTH JIOKHBIX PE3yIbTaTOB Yy KaK-
IIOTO M3 SKCIepPTOB He mpesbImanT 3,1 %. Ito mo-
3BOJIHJIO CHIe/IaTh BBIBOJ O BHICOKOUM HAEKHOCTH Me-
TOAUKHA W JOCTATOYHOM KOMIIETEHTHOCTH CyIeGHBIX
9KCIIEPTOB.

Dopmyavt 0as packema nokasamenell Kawecm-
éa COMT. Enunoobpasubie (pOPMyJIbI [JId pacuera
TOKa3aTeled WIH [O0JIed JIOKHBIX PEe3yIbTaToB

MPECTABUTh 3aTpyaHuTeabHO0. CII0MKHOCTH CBf3a-
HBI C 0COOEHHOCTSMHU IIPOBOAMMOIO TE€CTUPOBAHUS:
TIOJIOKUTENIFHbIE U OTPUIIATEIbHBIE PE3YIbTAThI MO-
TYT OTHOCUTBCA KaK K OJHOMY M TOMY Ke OIlpeeisie-
MOMY IpPH3HAKY B PasHbIX mpobax (ucciaemyemas u
X0JI0CTas), TaK U K HAOOPY OTCYTCTBYIOIINX/IIPUCYT-
CTBYIOIIVX HEe3aBHCUMBIX IIPU3HAKOB B OJHON U TOM
ske mpobe. Kpome Toro, 1oy JI0MKHBIX IIOJIOKHATEb-
HBIX/OTPHUIIATEIbHBIX PE3YJIbTATOB MOTYT PACCUUTHI-
BaThCHd 110 OTHOIIEHHUIO K 0O0IEeMy YHCILy AeHCTBH-
TEJILHO IT0JIOKUTEIhHBIX/OTPUIIATEIHHBIX PE3YIbTa-
TOB WJIH K 00IIEMY YHCIIY [OJyYEHHBIX IIOJI0KATE -
HBIX/OTPHUIIATEIbHBIX Pe3yabTaToB [16].

Ilokasarenu (Wau 4YacToTa) COOTBETCTBYIOIIHX
Pe3yabTaTOB TECTUPOBAHUA IO CYTH HOCAT Bepo-
STHOCTHBIA xapakrep. Haa pacuera BepOSTHOCTEH
HCIIONB30BaIn (hOpPMYJIbI, IPUBENEHHbIE B paborax
[16, 21].

Hrorn BaIuIAIMOHHOTO SKCIEPUMEHTA PEeKO-
MEH/YeTCs MPeICTaBISITh B BH/IE CBOIHOMN TAOIHIIbI,
B YACTHOCTH, KaK B TA0J. 2 mig paccMaTpuBaeMOMH
meroxukm [11].

Paccunraem nokasaTenb (BepOATHOCTS) JTOKHBIX
pes3ynbTaTOB A Ciydas HaJudusd MPU3HAKOB Kak
OTHOIIIEHWE YHCIa JIOKHOIIOIOKUTEIbHBIX Pe3yJib-
TaTOB K 00IIEMY YHCILY NOAYYeHHbLX JTOMHOIIOIOKH-
TEeIbHBIX W IPABHUJIBHBIX IOJOKUTEIbHBIX Pe3yJIb-
taros: [LJIII = (3/132 + 3) - 100 = 2,2 %.

AHaoruYHO paccunuTaeM BepPOSTHOCTH JIOKHO-
OTPHUIATEIbHBIX PE3YJIbTATOB [JIA CIydas OTCYTCT-
Bus mpusHakos: [IJIO = (3/262 + 3) - 100 = 1,1 %.

BeposaTHOoCTh TpaBUIBHBIX PE3YIbTATOB IS
cayyas Hajgumuua npusHarkos IITIIT = (132/132 +
+ 3)-100 = 97,8 %, nnsa caydad OTCyTCTBUA IIPH-
suakos [II10 = (262/262 + 3) - 100 = 98,9 %.

B Tab6n. 3 npuBeneHbI OIIEHKH KOMIIETEHTHOCTH
KaJKIOT0 M3 DKCIIEPTOB, PACCYUTAHHBIE 110 JAHHBIM
Tabi. 2.

Hns onenxu mpurogaoctu COMT moixker OBITH
WCIIOTb30BAHO TaK:Ke OTHOIIEHWE IPaBIOMOa00us
(likelihood ratio), koTopoe o6osHauaercsa kax LR.

Ta6auma 2. Pesynbprars: skcnepuMenta no Banuparuu COMT «Mukpockonuyeckoe McCieOBaHUe TEKCTHIBHBIX BOJIOKOH»
(obIriee YnCIIo MPU3HAKOB BO Beex oOpasiiax TecrupoBanus N = 100)

Table 2. Results of the validation experiment for “Microscopic examination of textile fibers” (the total number of signs in all

test samples N = 100)

Yuco pesyabTaToB y KakOTro SKCIepTa

Bcero pesynpraTos

Bupg pesynbrara

A B B T (y BCex aKCIIepToB)
Iloso:xuTeAbHBIE PE3YabTAThI (+) — HaAJIWIUE IPUSHAKOB
IIII (mpaBUIBHBIHM TOTOKUTEIHHbBIH) 34 32 33 33 132
JITI (J103KHOMIONIOKUTETHHBIH) 0 1 1 1 3
OTpunareasHbIE PE3YIbTATHI (—-) — OTCYTCTBHE IPU3HAKOB
TIO (mpaBUIbHBIN OTPUIIATENHHBIH) 66 66 65 65 262
JIO (J10:KHOOTPHUIIATEIBHBIH) 0 1 1 1 3

Bcero 100 100 100 100 400
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Ta6auna 3. BepoaTHOCTH J0KHBIX PE3YIBTATOB Y KA/KIOTO U3 SKCIEPTOB

Table 3. Probability of false results for each expert

BeposarHocTH m10KHBIX pe3ynbTaToB, %

HaumenoBanue BepoaTHOCTEH JKCIepThl

b B r
TLJIII (moxasaTensb JI0KHOMIOIOKUTEIHHBIX PE3YILTATOB) 0 3,1 2,9 2,9
IIJIO (moxasaTendb JTOKHOOTPUIIATEIHHBIX PE3YIHTATOB) 0 1.5 1,5 1,5

C maremaruueckoil Touku 3penus LR aBiasercs
OTHOIIIEHHEM BEPOATHOCTEH ABYX B3AMMOIOIIOJIHIIO-
IIAX COOBITHM, KOTOPhIe 00Pa3yOT IMOJHYH TPYIIILY
COOBITHI, BEPOATHOCTD KOTOPOii paBHa 1. Uem 60b-
ure 3HaveHue LR, Tem 6osiee BEPOSATHO COOBITHE B
YHCIIATEJIE II0 CPABHEHUIO C BEPOSTHOCTHIO COOBITHS
B sHamenarene. Ilpu sHauenwu LR = 1 cobbITus
PaABHOBEPOSTHEI.

B mnpuBenmenHOM BbIllle MpUMEpe BATUIAIIAHN
COMT nanuuve NPU3HAKOB (IIOJOKHTEIbHBIE pPe-
3yJbTaThl) 0003HAYMM KaK cobbITHE A, OTCyTCTBHE
MPU3HAKOB (OTPHIIATENBHBIE PE3yJIbTATHI) — Kak
coberTe B, a COBOKymHOe HAMWYMe OJHUX ITPHU3HA-
KOB ¥ OTCyTCTBHE IpPyrux — Kak coObiTue AB. Hau-
OosrbIliuii WHTEpec IpeicTaBiser pacuer LR p —
OTHOIIIEHUS TPABIOMOA00U I COBOKYIIHOCTH Ha-
JIMYUA OMHUX TIPU3HAKOB U OTCYTCTBUSA JPYTHUX.

BeposiTHoCTh /T0sKHOTO pesysbrara coobiTusd AB
paBua cymme Bepostaocrei [IJIIT u ITJIO (0,022 +
+ 0,011 = 0,033), Tak kak pesymbrar coObiTHI AB
OymeT JIOMKHBIM TOTHA, KOraa XOTsS Obl OJHO U3 CO-
obrruit (A wim B) saeusierca moxubIM. Bepost-
HOCTBH IMPABUIBHOTO pesyibrata cobbitus AB pas-
Ha mnpousBeneHuto BeposarHocrei IIIIIT u ITITIO
(0,978 - 0,989 = 0,967), Tak kak cobprTuss A u B me-
3aBHCHUMBI U IIPOUCXOIAT OTHOBpeMeHHO. [IpaBuiib-
HbIE€ ¥ JIOYKHBIE PE3YJIbTATHI [JII COBOKYIIHOCTH Ha-
JIMYUS/OTCYTCTBUSA TMPU3HAKOB SBIIAIOTCI B3aUMOI0-
MIOJTHAIONIAMH COOBITHAMH, I[I09TOMY CIIPABEIIUBO
BBIPAKEHHE:

IIIIII - TITTIO = 1 — (ILJIIT + ILJIO).

OrHollIeHuEe IPABIONONO0M IJIsI COBOKYITHOCTH
HAIW4WsA W OTCYTCTBUA Ipu3HAKOB LR,5 = (1-
0,033)/0,033 = 29,3.

Ilo maiimennomy smauenwio LR, MOKHO cie-
JIaTh BBIBOJI, YTO BEPOSITHOCTD IIPABUILHOIO PE3yJIb-
TaTa yCTAHOBJIEHHS COBOKYITHOCTH HAIWYHSI U OT-
CYyTCTBUA TPU3HAKOB B 29,3 pasa BBIIIE BEPOAT-
HOCTH JIOJKHOTO Pe3yJbTaTa, 4TO YKA3bIBAET HA Ha-
nesxaocts COMT.

Ilo 3HaueHwsiM BEPOATHOCTEH MPABUIBHBIX MU
JIOMKHBIX PE3yJIbTATOB TECTUPOBAHUSA, II0JyYEHHBIX
BCeMH DKCIIEPTaMH, a TaK:Ke II0 HAWJIeHHBbIM 3Haude-
ausaMm LR moxHO cyauth o Hagexuaoctu COMT B me-
JIOM, a 10 3HAYEHWSIM BEpPOSATHOCTEH JIOKHBIX pe-

3yJIbTATOB Y KaKI0r0o U3 9KCIIEPTOB — O KOMIIETEHT-
HOCTH KOHKPETHOTI'O aKCIIepTa.

3axaroueHue

Taxum o6pasoM, B HACTOSIIEH padboTe IMpeaIpu-
HSTA IOMBITKA 0003HAYHUTD U MPOJEMOHCTPUPOBATD
MEeTOAMYEeCKHe IMOAXONbI K PEIIeHHI0 BOIPOCOB Ba-
JATAIAA  Cyme0HO-DKCIIEPTHBIX METOAUEK, CBI3aH-
HBIX C pacueramu mokasaresnei xadecrsa COMU u
COMT. Oxnako ormerum, uyro B orHomenun COMU
IOCTATOYHO TIATEIbHO W IMOAPOOHO paspaboTaHbl
IIpueMbl OIIEHKH IIapaMeTpPOB BalHuJaIllviud, B TO Bpe-
Ms Kak orenka napamerpos Basjugamuu COMT Tpe-
OyeT manbHEeHIINX YTOYHEeHUH U UCCIe0BaHUH.
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