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METAL-ORGANIC COMPLEXES IN ENVIRONMENTAL SOLID SAMPLES:
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Sequential extraction procedures (SEP) have been widely used for the fractionation of trace
elements in soils according to their physicochemical mobility and bioaccessibility. Potassi-
um/sodium pyrophosphate in alkaline medium may be considered as the most appropriate ext-
racting reagent for the recovery of amorphous metal-organic complexes, which play a very im-
portant role in biological, physical, and chemical processes in soil. However, the selectivity of
pyrophosphate has been poorly studied. In the present work the ability of pyrophosphate to at-
tack mineral inorganic phases of environmental solids was assessed using dynamic extraction,
which allows one to minimize artifacts and mimic natural conditions. Samples of gabbro and
granite containing nearly no organic compounds were taken as example. The eluents applied
addressed exchangeable, specifically sorbed, bound to Mn oxides, and bound to metal-organic
complexes fractions extractable by 0.05 M Ca(NOs),, 0.43 M CH3;COOH, 0.1 M NH,OH - HCI,
and 0.1 M K,P,0; at pH 11, respectively. As expected, pyrophosphate extraction leads to a
partial dissolution of elements bound to inorganic compounds. The recovery of aluminum,
iron, manganese, and rare earth elements by pyrophosphate is up to 4% of their total concent-
rations in samples. The results were discussed on the basis of coordination chemistry of pyrop-
hosphate complexes. In general, pyrophosphate extraction could be further regarded to be suf-
ficiently selective for the dissolution of metal-organic complexes while using SEP in environ-
mental analysis, soil science, and biogeochemistry. Nevertheless, in the interpretation of the
fractionation results, a partial dissolution of mineral inorganic phases should be taken into
consideration, especially for soils with low content of organic compounds.

Keywords: fractionation analysis; soils; metals; dynamic extraction; metal-organic complexes;
pyrophosphate.

Introduction

Fractionation of trace metals (TM) into opera-
tionally defined forms under the sequential action
of leachants (extracting reagents) with increasing
aggressiveness is a common approach in biogeoche-
mical studies for distinguishing various species of
TM according to their physico-chemical mobility
and bioaccessibility [1, 2]. The identification and
quantification of TM associated with different com-
ponents and phases of soil or sediments is defined
as “fractionation analysis” according to the IUPAC
recommendation [3].

Sequential extraction procedures (SEP) for TM
were first proposed in the late sixties [4]. Then, a

few dozens of different SEP have been developed
[5, 6]. There are a few schemes that have received
wide acceptance. One of the most “popular” four-
step protocols was introduced by Tessier et al. [7].
The European Commission through the BCR
(Community Bureau of Reference) Programme and
its successor (Standards, Measurements, and Test-
ing Programme, SM&T) designed a simplified three-
step SEP [8, 9] used for the certification of extract-
able metals in reference materials of lake sediment.
However, none of SEP can be considered to be ab-
solutely preferable.

With regard to the organic compounds in sedi-
ments and soils, they are mainly of complex macro-
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molecular material, e.g., humic and fulvic acids,
carbohydrates, and peptides. Under aerobic condi-
tions, the organic compounds can degrade resulting
in the release (mobilization) of bound TM [10].
Oxidising reagents such as sodium hypochlorite in
an alkaline medium [11, 12] and hydrogen peroxide
heated at 85°C [2], or strong complexing reagents
such as salts of ethylenediaminetetraacetic acid
(EDTA) [4, 13] have been used for the extraction of
TM bound to organic compounds. However, the
selectivity of these reagents to metal-organic com-
plexes of soils was found to be rather poor [10].
A “mild” reagent used for the extraction of metals
bound to organic compounds is potassium/sodium
pyrophosphate at pH 10 [12, 14, 15]. This reagent
is considered to be relatively selective to the easily
oxidisable organic fraction (i.e. metals bound to
humic and fulvic acids). However, the extraction
efficiency is low [16]. In order to increase the solu-
bility of organic soil components, a 0.1 mol/L
K,P,0; + 0.1 mol/LL KOH mixture has been recom-
mended instead of 0.1 mol/L. K,P,0,; (pH 10) [4].
Potassium/sodium pyrophosphate in alkaline me-
dium was used not only in SEP [17] but also as a
single extractant for the separation of amorphous
metal oxide-organic complexes, in particular, hu-
mic and fulvic acids from soil [18, 19]. Fractions of
organic compounds were as well extracted sequen-
tially from the soils using water in the first step
and 0.1 M sodium pyrophosphate (pH = 10) in
the second one [20]. Nevertheless, the selectivity of
pyrophosphate extraction to metal-organic com-
plexes still remains debatable since the formation
of stable phosphate complex compounds may lead
to the partial leaching of metals from other mineral
phases of soil.

The aim of this work is to assess the selectivity
of using pyrophosphate extractants in SEP for the
separation of metal oxide-organic complexes. The
extraction is performed under dynamic (continu-
ous flow) conditions, which allow one to minimize
two main problems of batchwise SEP, namely (I)
the phase overlapping (the possibility of releasing
metals associated to different geological phases by
a single leaching agent), and (II) the metal read-
sorption phenomenon (TM released by one extract-
ant could associate with other undissolved solid
components or freshly exposed surfaces within the
time-scale of the extraction step) [10]. Certified ref-
erence materials of gabbro and granite, which con-
tain nearly no organic compounds, are used to
study the ability of pyrophosphate to attack min-
eral inorganic phases of environmental solids.

Experimental

Samples and reagents. Russian certified refer-
ence materials SG-3 (agpaitic granite) and SGD-2a

(essexite gabbro) with grain size less than 50 pm
were under study. The samples were purchased
from the Institute of Geochemistry (Irkutsk, Sibe-
rian Branch of the Russian Academy of Sciences,
Russia).

All the reagents used were of analytical grade.
Calcium nitrate, acetic acid, hydroxylamine hydro-
chloride, potassium pyrophosphate, potassium hy-
droxide, nitric, perchloric, and hydrofluoric acids
were purchased from Merck (Germany). Leaching
solutions were prepared every month. Ultrapure
deionized water with resistivity 18.2 MQ - ecm (Mil-
lipore Simplicity) was used for the preparation of
solutions.

Dynamic leaching of elements using rotating
coiled column (RCC). The extraction and fraction-
ation of elements were performed on a planetary
centrifuge furnished with a vertical one-layer
coiled polytetrafluoroethylene (PTFE) column. The
device was fabricated in the Institute of Analytical
Instrumentation (St. Petersburg, Russia). During
the experimental protocol the spiral column rotates
around its axis and simultaneously revolves around
the central axis of the unit with the aid of a plane-
tary gear. The two axes are parallel. The planetary
centrifuge has a revolution radius R = 90 mm and
a rotation radius » = 50 mm. The  value (f = r/R)
is therefore 0.55. The separation column is made of
PTFE tube with an inner diameter of 1.6 mm and a
total inner capacity of 20 mL. The tube volume is
approximately 10 mL.

Before commencing the leaching procedure, the
spiral PTFE column was filled with water, after
that the solid sample (500 mg) was introduced into
the column (in the stationary mode) as a suspen-
sion in 5 mL of 0.05 M Ca(NOs),. Then, extra 5 ml
of 0.056 M Ca(NO;), were added into the sample
test-tube and injected into the column. Then, while
the column was rotated (the rotation and revolu-
tion speeds were 600 rpm), extracting reagents
used as eluents were continuously fed to the col-
umn inlet (1.0 mL/min). The eluents applied ad-
dressed exchangeable, specifically sorbed, bound to
Mn oxides, and bound to metal-organic complexes
fractions extractable by 0.05 M Ca(NOs),, 0.43 M
CH;COOH, 0.1 M NH,OH - HCI, and 0.1 M K,P,0,
at pH 11, respectively. The fractionation was
achieved by successive changing the eluents. Each
of first two reagents (calcium nitrate and acetic
acid) was pumped through the column during
120 min. Each other reagent was pumped during
60 min. Throughout the experiment, the solid
sample was retained inside the rotating column
by the centrifugal force. The collected sub-fractions
of effluent were directly analyzed by ICP-MS and
ICP-AES without filtration. After the extraction,
the solid residue was removed from the stopped
column by pumping water at a flow rate of
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30 mL/min. All the extractions were made in tri-
plicate.

Elemental analysis of extracts and residual
fractions. The elements in extracts were deter-
mined using an ICP-MS (X-7, Thermo Scientific,
USA). The measurements were made using the
standard parameters: a RF generator power of
1250 W; a PolyCon nebulizer; a plasma-forming
Ar flow rate of 12 L/min; an auxiliary Ar flow rate
of 0.9 L/min; an Ar flow rate into the nebulizer
of 0.9 L/min; an analyzed sample flow rate of
0.8 mL/min. The selected elements (Li, Na, Mg, Al,
B S, K, Ca, V, Mn, Fe, Cu, Zn, Sr, and Ba) were also
determined by ICP-AES (iCAP 6500, Thermo Sci-
entific, USA). The measurements were made using
the standard parameters: a RF generator power of
1250 W; a PolyCon nebulizer; a plasma-forming Ar
flow rate of 13 L/min; an auxiliary Ar flow rate of
0.6 L/min; an Ar flow rate into the nebulizer of
0.8 L/min; an analyzed sample flow rate of
1.2 mL/min. For Li, V, Mn, Cu, Zn, Sr, and Ba,
which were determined both by ICP-AES and
ICP-MS, average values of contents were used.
It should be noted that the data for these elements
confirmed the accuracy of the results obtained by
both methods.

The elemental analysis of residual fractions
was performed using a certified procedure de-
scribed in detail earlier [21 — 23]. Samples were di-
gested in an open beaker using a combination of
perchloric, hydrofluoric, and nitric acids.

Results and discussion

Dynamic fractionation of trace elements. As
outlined in the introduction, the dynamic extrac-
tion is an attractive alternative to the conventional
batchwise SEP. Microcolumn extraction and RCC
extraction are regarded as the most promising
techniques [24]. Since planetary centrifuges
equipped with one-layer and multi-layer rotating
columns are extensively used in countercurrent
chromatography, they are fabricated and commer-
cially available in many countries.

The dynamic fractionation of trace elements
was performed according to the leaching procedure
proposed and tested in our previous works [25, 26].
The sequence of extractants was developed accord-
ing to studies [4, 27, 28] on the selectivity of leach-
ants to dissolved phases of soils and sediments.
0.05 M calcium nitrate was used as a prospective
reagent for the recovery of exchangeable (retained
by weak electrostatic interactions) fraction [4].

TABLE 1. Concentrations of elements in essexite gabbro (Russian certified reference material SGD-2a), mg/kg (n = 3;

P =0.95)

Element Pyrophosphat{e Sum of residual anld four Total cpncentration
extractable fraction extractable fractions (certified value)

Al 405 (41.2 = 2.8) - 103 (39.5 =1.6) - 103

Cr n.d.* 65 +5 58 £ 5

Mn 0.5+0.1 (1.32 = 0.35) - 103 (1.30 = 0.08) - 103

Fe 72 +6 (36.2 = 8.2) - 103 (39.6 £ 1.2) - 108

Co n.d. 40 =7 40+ 4

Cu n.d. 50 £ 8 58 £ 5

La 0.43 = 0.02 80 = 10 82 =10

Ce 0.96 = 0.08 145 + 30 163 = 20

Pr 0.14 = 0.04 185 20.7 = 3.7

Nd 0.412 = 0.007 77 £ 15 89 11

Sm 0.06 = 0.01 15+ 4 17+ 2

Eu 0.017 = 0.001 2.8 0.6 3.9+05

Gd 0.035 = 0.006 11+3 11.5 £ 2.0

Thb 0.005 = 0.001 14 +0.2 1.5 +0.2

Dy 0.020 + 0.005 7.1+02 621

Ho 0.004 + 0.001 1.16 = 0.16 1.1 +0.2

Er 0.011 + 0.002 3.1+0.3 28 £ 0.6

Tm n.d. 0.36 = 0.03 0.35

Yb 0.005 += 0.001 24 0.1 25 *0.3

Lu n.d. 0.32 = 0.06 0.30 = 0.05

* not determined.
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Non-buffered acetic acid solutions (usually 0.1 -
0.43 M) are commonly applied to leach the acid sol-
uble fraction (carbonates, or other specifically ad-
sorbed species of trace elements for non-calcareous
samples) [5, 6]. The recommended concentration of
0.43 M [4] was used in the present work. A non-
acidified 0.1 M hydroxylamine solution at pH 3.6 as
an extracting reagent [27] was used for the selec-
tive dissolution of manganese oxides without a no-
table attack to iron oxides, organic compounds or
Al-containing mineral phases. The mixture 0.1 M
KP;,0; + 0.1 M KOH (pH 11) was used to leach
metals bound to metal-organic complexes.

The most important results of the dynamic
extraction of trace and some major elements from
gabbro and granite samples are shown in Tables 1
and 2, correspondingly. As seen, the sum of extract-
able and residual fractions of trace and major ele-
ments and certified values of their total concentra-
tions are in good agreement. This confirms the ac-
curacy of the results obtained.

The distribution of elements between extract-
able and residual fractions in gabbro and granite
samples is clearly illustrated in the Figure. In ma-
jor cases the residual fraction of elements is the
most representative one, as it can be expected for
gabbro and granite. The exchangeable fraction of

gabbro sample contains nearly no extractable ele-
ments. At the same time notable amounts of major
elements (such as Al, Fe, Mn) and trace elements
(such as Cu, Cr, rare earth elements) were found in
acid soluble and easily reducible fractions. Pyro-
phosphate extractable fraction of gabbro sample is
also not free from Al, Fe, and REE. In the sample of
granite, trace and major elements are distributed
between all four extractable fractions. It should be
noted that the exchangeable fraction is character-
ized by relatively high concentrations of Al, Fe, Mn,
and REE. These elements were also found in acid
soluble, easily reducible, and pyrophosphate ex-
tractable fractions.

Pyrophosphate extractable fraction. For gabbro
sample, relative contents of elements in pyrophos-
phate extractable fraction are less than 1% (Fig-
ure). For granite samples, these values are higher
(up to 4% for rare earth elements and 13% for Cr).
This phenomenon needs a special consideration
and might be explained on the basis of coordination
chemistry of pyrophosphate complexes.

Pyrophosphate ion is the result of condensation
of two hydrophosphate units. The pi-bonding stabi-
lizes di- and polyphosphate species in solution
much more than analogous sulphates. The first
protonation constant of the pyrophosphate ion at

TABLE 2. Concentrations of elements in agpaitic granite (Russian certified reference material SG-3), mg/kg (n = 3;

P =0.95)

Element Pyrophosphate extractable fraction Su;;;;gf:é?;?ﬁai?iizur T?Eii:ﬁ;?ggig) n
Al 75 = 10 (29.7 = 3.5) - 103 (28.1 £ 0.2) - 103
Cr 51+ 1.0 38.9 = 8.3 31+3

Mn 41 +0.8 (1.09 = 0.05) - 103 930 *+ 40

Fe 400 = 90 (174 = 2.4) - 108 (15.7 £ 0.2) - 103
Co n.d.* 0.84 = 0.17 1.3+0.3

Cu n.d. 15+ 4 121

La 0.66 = 0.07 40+ 3 45+ 5

Ce 3.5 0.7 8717 90 + 10

Pr 0.38 = 0.10 12.3 £ 0.6 —

Nd 1.7+ 0.3 52 £ 3 50 = 10

Sm 0.42 = 0.07 111 101

Eu 0.0020 = 0.0005 0.30 = 0.03 04 +0.1

Gd 0.32 = 0.06 10+1 —

Thb 0.035 = 0.005 1.7+ 0.3 1.7+ 0.3

Dy 0.17 = 0.03 101 10

Ho 0.025 += 0.007 1.9 +0.2 —

Er 0.08 = 0.01 6.4 + 0.6 6

Tm 0.007 = 0.001 0.92 = 0.10

Yb 0.055 = 0.012 6.7 £ 0.7 7x1

Lu 0.007 = 0.001 1.1+0.1 0.9 +0.2

* not determined.
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25°C is 2.29-10"M! in 1M NaClO, [29] and
3.39 - 10" M!in 1 M NaNOs [30]. The rate of hyd-
rolysis reaction P,O2~ + H,O = 2HPO increases
at low pH and under heating. The high metal ion
concentration prevents hydrolysis due to the com-
plex formation. The stability of metal complexes
with di- and polyphosphates increases in alkaline
media due to the deprotonation of anion [31]. Di-
phosphate ions form complexes with a large num-
ber of cations including alkali and alkaline earth
metals. The values of stability constants are, e.g.,
K, = 12.6 M! for [NaP,0O;]*>- and 1.6 - 103 M! for
[Pb(P,0,),15 (25°C, 1M NaNOj) [32]. It is well
known that pyro- and triphosphates of rare earth
elements dissolve in an excess of sodium pyrophos-
phate in both acidic and alkaline media. The lowest
solubility of LnPO, occurs in neutral solution. The
addition of HP20$" to a metal salt solution results
in the decrease of pH due to the liberation of free
H™ ions. Large excess of pyrophosphate is required
to dissolve the pyrophosphates of di- and trivalent
metals. The complexes that present in acidic solu-
tions generally contain two or three chelating pyro-
phosphate units [33]. The extraction of metals by
pyrophosphate increases in alkaline solution with
the excess of extraction agent.

Taking into consideration the coordination
chemistry of pyrophosphate complexes, it becomes
clear that apart from metal-organic complexes, py-
rophosphate in alkaline solution may also slightly
attack inorganic compounds of trace and major ele-
ments. As it is seen from the results obtained, the
partial dissolution of rare earth and other elements
bound to inorganic compounds (including oxyhydr-
oxides and aluminosilicates) is dependent on the
geochemical composition of minerals. For gabbro
sample, the recovery of REE, aluminum, iron, and
manganese is nearly negligible (less than 1% of
their total contents). For granite sample, the recov-
ery of trace REE may be up to 4%, whereas the re-
covery of major elements (iron, aluminum, and
manganese) is less than 2%. Chromium is an excep-
tion and its recovery in pyrophosphate extractable
fraction is more than 10%. A lower extractability of
elements from gabbro might be attributed to the
geochemical peculiarities of this mineral. It con-
sists primarily of plagioclase and pyroxene and may
be considered as an analogue of basalt. Highly crys-
talline structure of gabbro makes the elements
nearly unavailable for “mild” pyrophosphate ex-
traction. Granites, which contain primarily feld-
spar, quartz and biotite, are less crystalline and
may reflect to some extent the primary minerals
composition of acid soils in the context of the pres-
ent research, though in fact soils consists of a great
number of different minerals.

residual fraction

pyrophosphate
extractable fraction

Content of elements, %

@Eresidual fraction
mpyrophosphate
extractable fraction

2easily reducible
fraction

macid soluble
fraction

Content of elements, %

Dexchangeable
fraction

i

Al Cr Mn Fe Co Cu La Ce Pr Nd Sm Eu Gd Tb Dy Ho Er Tm Yb Lu

Distribution of elements between extractable and residual
fractions in essexite gabbro SGD-2a (a) and agpaitic granite
SG-3 (b)

Conclusion

It may be concluded that potassium pyrophos-
phate in alkaline medium could be further re-
garded as a sufficiently selective extracting rea-
gent for the dissolution of metal-organic complexes
while using SEP for the speciation analysis of envi-
ronmental solids. Nevertheless, in the interpreta-
tion of the results obtained it should be always
taken into consideration that due to the formation
of stable pyrophosphate complexes, inorganic com-
pounds (including oxyhydroxides and aluminosili-
cates) might be also partially dissolved, that leads
to the mobilization of elements bound to mineral
phases of samples under investigation. For soils
with high content of organic compounds, the con-
tribution of dissolution of inorganic compounds by
pyrophosphate to the results of fractionation anal-
ysis may be negligible. However, if the content of
organic compounds in soil is low, this contribution
may be crucial. The conclusion made is of impor-
tance for the fractionation analysis of soil and sedi-
ments and its applications to soil science and
biogeochemistry.
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s arrecranuu KaHaumaaTa B CTaHAAPTHBIE 00PasIibl coCTaBa XBOM COCHBI cubupckon (XCC-1)
paspaboTaHbl METOJMKH aHAIN34a, BKIIOYAION[HE PA3I0KeHNe PACTUTENBHBIX 00paslioB IByMs
pasHbIMEU criocobamu (CMechbio KHCIOT B MEKPOBOIHOBOH cructreme MARS-5 u critaBimenuem ¢ me-
TabopaToOM JIUTHA) U ONpe/eseHie TPe0yeMbIX /I aTTeCTAI|H 3JIEMEHTOB B IIOyIeHHbBIX pac-
TBOpax MeTOJaM{ MAacC-CIEKTPOMETPHH BBICOKOTO PaspelleHus U ATOMHO-3MHUCCHOHHOU CIIEK-
TpoMerpuu ¢ WHAYKTUBHO-cBA3aHHOH miasmoi (MC-WCII u A9C-UCII). smepenns BBITOJ-
HEHBI ¢ ucronb3oBanueM Macc-criekrpomerpa ELEMENT B HuskoM, cpefiHeM ¥ BBICOKOM pas-
peleHuN U aToMHO-3MuccrHoHHOrO crekrpomerpa IRIS Advantage ¢ mpumeneHureMm BHENTHHX
TpagyupoBOK B coueranuu ¢ BHyTpeHHmMu cranaapramu (In — MC-UCII, Sc — ASC-UCID).
Beimonunenne uaMepeHuii B CpeHEM M BBICOKOM PaspelIeHuH MacC-CIEKTPOMEeTPa II03BOJIHIIO
pelmTh mIpobiieMy CHeKTPaIbHBIX HAJIOKEHUH IIPU AHAIN3e PACTUTEIBHBIX 00Pa3I0B METO0M
MC-HUCII. IIpomremMoHCTpHPOBaHa COMIACOBAHHOCTD PE3YIbTATOB, IOIYyYEHHBIX [BYMs METO/A-
vu (MC-HCIT u ASC-UCII) npu ananuse pacTBOPOB, IIPHUTOTOBIEHHBIX C IPUMEHEHUEM PA3HBIX
METOJIVK XUMHUYIECKOH ITOATOTOBKH. [ [paBIiIbHOCTS METOIUK TOKA3aHA CDABHEHHUEM Pe3y/IbTATOB
aHa/IM3a TPeX PACTUTEIbHBIX CTAHAAPTHBIX 00pasmoB — JIB-1 (auct Gepessr), Tp-1 (Tpaso-
cmecs) u JK-1 (smomes kaHanckas) — C aTTECTOBAHHBIMU/PEKOMEHOBAHHBIMUA 3HAYEHUIMU.
Kangunar B crangaprasie o6pasisl cocraa XCC-1 npoaHasn3upoBaH ¢ IPUMEHEHUEM paspa-
G0TaHHBIX METOJIHK, [TOJIy4eHbl HOBbIe Aanuble 1m0 37 snementam merogom MC-HCII, pesynbra-
11 onpezientenus 17 u3 Hux mopreep:xaeHsl MetogoM AJC-UCIL, u emie ogua snement (B) onpe-
nener Tosbko MeTogom AJC-HICII. OrHocurenpHast MOrpenHoCTs anaimsa e npesbinaer 10 %
IUts GONBIIMHCTBA 97eMeHTOB. [oKkasaHo, 4To coueTaHue AByX METOJ0B aHAIN3a /IS aTTecTa-
¥ HOBOTO 00pasiia I03BOMIAET PACIIUPUTH HAOOP OIIpefendeMbIX JIEMEHTOB U COKPATUTD 00-
I1[ee BpeMs aHAJIH3a.

KiaroueBble coBa: Macc-CIEKTPOMETPHS € HMHAYKTUBHO-cBszanHoi wrasmou (MC-KCID);
aTOMHO-3MHUCCUOHHASA CIEKTPOMETPHI ¢ MHIYKTUBHO-CBA3aHHOH wiasmoil (ADC-HCII); mpobo-
IIOrOTOBKA 00PA3II0B; CTAHIAPTHBIE 00PA3IIbI PACTEHUH.
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Two methods — ICP-MS and ICP-AES are used for certification of the new reference material — needles
of Siberian pine (NSP-1). Techniques of the analysis include decomposition of plant samples in two differ-
ent ways: acid digestion in a microwave system MARS-5 and lithium metaborate fusion followed by
ICP-MS and ICP-AES analysis of the solutions. Simultaneous determinations of all the elements were car-
ried out in low, medium and high resolution using SF-mass-spectrometer ELEMENT and atomic-emission
spectrometer IRIS Advantage with external calibrations and internal standards (In — ICP-MS, Sc —
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ICP-AES). Middle and high resolutions of ICP mass spectrometer were used for interference corrections.
Data obtained by ICP-MS and ICP-AES with different decomposition techniques are in good agreement.
The ICP-MS and ICP-AES techniques have been validated by the analysis of three plant reference materi-
als: LB-1 (leaf of a birch), Tr-1 (grass mixture) and EK-1 (Canadian pondweed). These techniques were
used for the determination of 38 elements in the new reference material NSP-1. Relative standard devia-
tions for most of the determined elements were below 10%. Combination of ICP-MS and ICP-AES tech-
niques for certification of the new reference material makes it possible to expand the set of elements to be
determined and to reduce the total analysis time.

Keywords: inductively coupled plasma mass spectrometry (ICP-MS); inductively coupled plasma atomic
emission spectrometry (ICP-AES); sample preparation; plant reference materials.

Beenenue

CranpapTHble 06pasIbl 3aHUMAIOT KIII0OYEBOE
MEeCTO B XMMHUYIECKOM aHAIN3€ T0bIX 00BEKTOB, UT-
pas Bce OOJIBIILYIO POJIb B 06ECIIEYeHNH JOCTOBEPHO-
CTH W3MEPEHW B PA3JIMYHBIX JKU3HEHHO BAMKHBIX
obmactax. Heo6xoquMocTs mpoBeeHusa HKOI0THYe-
CKUX HCCIEeOBAHUI, HATIPABIEHHBIX HA OI[EHKY CO-
CTOSHUS OKPY:KAIOIIei Cpeabl U 3[0POBh YETI0BEKA,
HCCIIEJIOBAHUM PACTUTEIBHBIX KOMIIOHEHTOB ITHUTA-
HUS YeJI0BEeKa, a TAKKe BO3PACTAIOIIUI CIIPoC Ha Jie-
KapCTBEHHBIE CPEICTBA PACTUTEIHHOTO MIPOUCXOK-
JeHUs TIPU WCITOJb30BAHWHU HAMEMKHOM CHCTEMBI UX
CTaHAAPTU3AIUKU O0YyCIABIMBAIOT AKTyaJIbHOCTD
CO3MAHUsI CTAHJAPTHBIX 00PA3I0B PACTHUTEIHLHOTO
cocrasa [1 - 3].

Hosbie cramgapTHbIe 06pasibl HEOOXOIUMO aT-
TECTOBaTh 110 MAKCUMAaTIbHO MIKPOKOMY HabOpy 3ie-
MEHTOB, [IJIs 9TOH Ieyiu Hauboree 3peKTUBHO IPH-
MEHEHHE BBICOKOUYBCTBUTEIBHBIX METOMO0B Macc-
CIIEKTPOMETPHUH C MHAYKTUBHO-CBA3aHHOW TJIa3MOU
(MC-HUCII) u aToOMHO-9MHUCCHOHHOM CIIEKTPOMETPUH
€ UHIYKTHBHO-CcBs3aHHOM mwiasmoi (AJC-HCII), ko-
TOpBIE TO3BOJIAIOT B paMKax OJHOT0 M3MepPeHUs OIl-
penenaTb 00JbIIoe KOTMIECTBO DIEMEHTOB, KAaK OC-
HOBHBIX, Tak u npuMecHbIx. IIpu aTtom MC-UCII ot-
aryaercsa 60ee HUSKUMHU IIpefeIaMu 00HAPYKEeHHs
(mo 10715 r/mur), a ADC-HCII mo3BosIsieT aHATH3UPO-
BaTh PacTBOPBI C OOIUM COAEP:KAHUEM COJeH 0
10 % u xapakrepusyeTcs CyIIeCTBEHHO 0ojiee HU3-
KHM YPOBHEM «IIaMsITH» Ipubopa [4 — 6].

OcHOBHBIM TpeboBaHHEM MC-UCII u
ASC-UCII amanusa TBepabIXx 00PA3IOB SBIISETCS
[OJIHOE TIepeBefieHHe OIpefiesifeMbIX DIEMEHTOB
B pacTBop, obecreueHre CTAOWIHHOCTH PaCTBOPA
¥ MaKCHMaJIbHOE CHIIKEHME B HEM COIeP:KaHusI MaT-
puunbIx d1emeHTOB (4, 5]. Jlna pasmoxenus pacTtu-
TEJIbHBIX 00pas3IoB Hanboiee 3(PPEKTUBHO TTpUMe-
HeHue cMmecu MmuHepanbHbIXx Kuciaor (HNO;, HCI,
HE HCIO,) u Hy,O, B pasnmudHbIX COUETAHUAX, YAIIe
BCero B aBTOKJIaBax [7 — 20].

HcnonnzoBanue mpu MpoOOIOATOTOBKE PACTHU-
TenbHBIX 00pasioB Tonbko HNO; unu B couetanunnu
¢ H,0, npeamnoururenpHee, TaKk KaK 9TH PEAKTHUBHI
He BHOCAT B ILIa3My 3JIEMEHTHI, KpOME YKe COZIep-
JKAIUXCS B HEH, ¥, TAKUM 00pasoM, TO3BOJISAIOT W3-
0e:xaTb MOSBIEHUA MOMOJHUTENHHBIX CIEKTPATh-

ubix Hastoxenud npu MC-UCII usmepenuax. Omua-
Ko kucroTHoe pasnoxkenue ¢ HNO; He mosBomder
ompeneNniTh B 0o0pasiax KpPeMHHH, IIOCKOJbKY He
MIPOUCXOAUT €ro IIOJTHOTO IIePEBEEeHUs B PACTBOP
[17], a Takxe HEKOTOPbIE CBA3AHHbBIE C HUM dJI€MEH-
eI [9, 11, 19].

IIpu ucnonb3oBaHuu (PTOPOBOIOPOSHOM KHCIIO-
TBI JJIST PA3JIOKEHUA CUIUKATHON OCHOBBI OOJIBIITHH-
CTBA MPHUPOIHBIX 06PA3IOB IMIPUXOAUTCA JTOOABISITH
CTAJUU YIAPUBAHUA PACTBOPOB VI yIAIEHUSI H3-
ObITKa (DTOPHU/I-UOHOB, C HEM30EKHOM YACTHYHOM OT-
rouko# kpemuus B Buze SiF, u pacTBopenuem obpa-
30BaBIINUXCSI HEPACTBOPUMBIX (PTOPUIIOB B CHIIHHBIX
gucimorax. J[isi cBsa3biBaHuA W3OBITKA (PTOPOBOIO-
POIHOM KHMCIOTHI MOKHO TaK:Ke HCII0Jb30BaTh 6Op-
HYI0 KHCJIOTYy WIH MHHUMHU3HUPOBATH KOJMYECTBO
(bTOPOBOIOPOIHOM KUCIOTHI IPU PA3JIOKEHUN B IIe-
JIAX TMPEIOTBPAIIEHUs CYIECTBEHHOT0 00pa3oBaHUs
HEpPaCTBOPUMBIX (DTOPHUIOB U PA3PYIIEHUS CTEKJISTH-
HBIX YACTel PACILLINTEIbHON CHCTEMbI HPHOOPOB
[9, 11, 19]. Tarkum o6paszom, BLIOOP METOTUKN XUMHU-
YECKOH IOJITOTOBKM PACTHTENHHBIX 00PA3I0B 3aBU-
CUT KaK OT YPOBHS COJAEP:KAHUA U (POPM HAXOIKIe-
HHA B HMX KPEeMHHSA, TAK U OT Habopa olpenese-
MBIX 3JIEMEHTOB.

Ilenp Hacrosieir paboTbl — BBIOOP METOIUKU
pasiioKeHUus W aHaJH3a PACTUTEILHBIX 00pasIoB
meromamu MC-HCII u ASC-HUCII u monryyenue HO-
BBIX JIAHHBIX II0 COCTABY KAHIUIATA B CTAHIAPTHBIE
o6pasiber — xBou cocHbI cubupckoit (XCC-1) B pam-
Kax MeKJIa00paTopHOro SKCIIEPUMEHTA II0 aTTecTa-
[IUK HOBOTO CTAHAAPTHOrO 00pasIia.

JKCIIepHMEHTATBLHAS 9aCTh

Hccnedyemwvre obpasywvrt. ObbeKkramMu aHaIm3a
ObLIM CTAHZAPTHBIE 00PA3IILI COCTABA PACTUTENb-
HOoro mnpoucxoxaenus: JIB-1 (mmer 6Gepeswr I'CO
8923-2007), Tp-1 (rpaBocmecs I'CO 8922-2007),
IK-1 (amonmes ranaackas 'CO 8921-2007) u kauau-
mat B crangaptHbie o6pasibl XCC-1 (XBos COCHBI
cHOUPCKOM). YKasaHHBbIE CTAHAAPTHBIE 00pPA3IIbI
cosgaubl B MacTuTyTe reoxumuu uMm. A. I1. Bumo-
rpagosa CO PAH rpynmo# onTHYeCcKOro CIIeKTpaib-
HOTO aHAJIM3a ¥ CTAHAAPTHBIX 06pa3IoB (PyKOBOIH-
Tenb rpynnbl — a.7.6H. Y. E. BacunbeBa) u arrecro-
BaHBI 110 PA3HOMY KOJIMYECTBY 3jieMeHTOB: JIB-1 at-
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TecToBaH 10 41 syeMeHTy U 10 22 3j1eMeHTaM JAaHbl
OPHUEHTUPOBOYHBIE 3HaYeHudA, 1p-1 — 1o 38 u 24,
IK-1 — mo 34 u 29 sjemeHTaM COOTBETCTBEHHO
[21]. Bce o6pasiibl mpeacTaBasgioT co60i MOPOIIKH,
MMOJIyYeHHBbIE W3 BBICYIIEHHBIX PACTEHHUH, C pasme-
pamu gactutl e 6oee 0,14 mm.

Ha6op onpenenseMbix B pabore 31eMeHTOB 00y-
CJIOBJIEH TPEOOBAHUAMH ATTECTAIINH, BO3ZMOKHOCTS-
MU KCIIOTB3YyEeMbIX METOJ0B aHATNu3a M COCTABIIAET
42 snmementa (Ag, Al, As, B, Ba, Be, Bi, Ca, Cd, Ce,
Co, Cr, Cs, Cu, Fe, K, La, Li, Mg, Mn, Mo, Na, Nb,
Nd, Ni, B, Pb, Rb, S, Sh, Sc, Se, Si, Sn, Sr, Ti, ; W, Y,
Yb, Zn, Zr). YpoBeHb comep:KaHua KPEeMHHUSI B CTAH-
IApTHBIX 00pasiax OTAWYAeTCS IJIS PasHbIX 06pas-
1oB u cocrasiuser oT 4 (JIB-1) mo 1100 mxr/r (OK-1).

Xumuueckue peaxmusdvl u annapamypa. B pa-
060Te HCII0Jb30BAIU CIEIHUAIbHO OYHIIEHHBIE pPe-
AKTHBBL: J€MOHU30BAHHYI0 BOLY C YIEIbHBIM CO-
nporusienneMm 6Goubine 18,2 MQ - cM, ouHIeHHYIO
B cucreme MilliQ (Millipore, CIIIA); asorHyoo u
COJIAHYIO KHCJIOTHI KBAJIU(PUKAIMKM 0CY, IeperHaH-
HbIE [BAKBI C TIOMOIIBI0 YCTAHOBOK JIJIs1 TIEPETOHKHN
6e3 runemnss DuoPure (MileStone, Hamwmsa) [22];
IBaXKOBI II€pEeTrHAHHYI0 B ammapare MartucoHa
dropoBomopoauyio kucaory (ocu). Merabopar mu-
tusi (LiBO,y) 6b11 cumTesupoBan crerkanuem 20 %-
Horo m3bbITKa Kapb6onara autusa (Li,COs, ocu) m
6opuoit kucnotel (H;BOs, ocu) mpu 500 °C B Teue-
HEe 3 4 B INIATUHOBOM IIOCY/e C IOCIEeAYIOIINM Pac-
THpaHueM crueka [23].

Ilnsa pasnoxeHus 06pasioB MCIOIH30BAIA MUK-
posonHoByo cucremy MARS-5 (CEM Corporation,
Matthews, North Carolina, CIIA) u mydensHyio
rmeub Nabertherm (I'epmanwus). HaBecku B3Bemusa-
JU HA aHATUTUYECKHUX Becax Sartorius BP211D
(I'epmanus) ¢ TOYHOCTBIO 0 YeTBEpPTOro 3Haka. J s

pasbaBIeHNs UCIIOIH30BAIH JI03ATOPHI IIOCTOIHHOTO
obbema.

Memodura xumuueckoti nodzomosxu. Ina me-
peBefieHns OIpeiesIaeMbIX JIEMEHTOB B pACTBOP HC-
TIOTb30BaNK ABe MeToAuKkH. 1Ipu KucimorHOM pasio-
skeunu (Meromuka 1) HaBecKy obpasma ~0,1 r B3Be-
IIMBAJIKA MPSMO B aBTOKIaBax, mobasimsam 10 mir
«00paTHOM» IMAPCKON BOJAKH W OCTABJIIH IIPH KOM-
HATHOHM TeMIlepaTtype Ha HOYb. 3areM 00aBiaiu
0,4 mi rounenTpupoBanHoy HF, momermanu B Muk-
POBOJIIHOBYI0 CHCTEMY H IIPOBOAWIN PAa3JIOKEeHUe
npu 180 °C u npenensHOM naBiaeHuu 16 at™ (BBIXO]
Ha pexxkuMm — 20 MuH, BhiAep:kuBanne — 40 MuH).
PactBop ymapuBaniu Ha IIUTKE, OIYIYeHHBIH CyXOH
ocTtaTok pacTBopanu B 10 Ma o6paTHON LapCKOi
BOJIKH IIPH YKA3aHHBIX BbIIe ycaoBuax B MARS-5.
Ilo oxoHUaHUM TIPOLIEAYPHI ABTOKIAB OXJIAKAAIN 0
KOMHATHOU TeMIIepaTyphl, HOJy4YeHHbIE PACTBOPHI
KOJIMYECTBEHHO TEPEHOCHJIN B OMHOPA30BbIE ITOJIH-
MIPOIMJIEHOBBIE TTPOOUPKHU 00beMoM 15 Mir.

Ilepen cruraBienuem (MeTomuka 2) HABECKY PO-
661 ~1 r 0305171 B My(peJIBbHOM eYn IPU TeMIiepa-
type 600 °C B INIATUHOBBIX TUTJIAX JJIS UCKIIOUCHUS
OYypPHOTO BCKUIIAHUS IIPH CILUIABICHUH, ITOCTE OXIIaK-
neHus A00aBisiau MeTabopar JUTHUSA W CIUIABIISIN
npu 1050 °C B cooTBercTBHH € pas3paboTaHHOM
METOIHMKOM, ITOAPOOHO omucanHo¥ B pabore [23].
YrazaHHAA METOAMKA, YCIIEIIHO IIPUMEHAIIAACT
U Pas3jIOKeHHsT TeOJIOTHYEeCKHX 00pasIioB, ObLIa
WCIIOIb30BAHA B JIAHHOM ClIydae IJis MepeBeeHUs
B PacTBOp KPEMHHA, KOTOPBIH TepsgeTcd IIPU KUC-
JIOTHOM pa3yIokeHuHu (MeTonuka 1), a Takke TaKUX
9JIEMEHTOB, KaK HHOOWH ¥ IUPKOHUMA, PE3yIbTATHI
ompesieieHUd KOTOPHIX TP KHCJIOTHOM pPasiio-
JKEHHUH MOTYT OBITH 3aHMKEHBI M3-3a MOTEPDh IIPHU
THAPOJIN3E.

Ta6mauma 1. Onepannonusie napamerpsl u yeaosusa MC-VCIT u ASC-UCII ananusa

ITapamerp MC-UCII ASC-HUCII

Twun pacnbuiaTests [TneBMaTHUecKuil KOHIIEHTPUYECKUH pacnbuiuTe b Maiinxapma
Momaocts BY reneparopa 1250 Br 1150 Br
IIpob6ormogaroiuii ra30Bblil IIOTOK 0,9 - 1,2 n/mun 0,5 1/mun
OxIaIaoIui Ta30BbIHA IIOTOK 14 n/mun 12 n/mun
JlormmoTHUTEeIBHBIN Ta30BbINA IOTOK 0,9 a/mun 0,5 m/mun

ITapamerp

MC-HCII

JlnamasoHn cKaHUPOBAHMS MaCC

Konuuecrso CICaHI/IPOBaHI/Iﬁ MAaACCOBOT'0 nuamma3oHa

HMurepsan mace 9 — 238 a.e.m. B pesxume «[IpbrKKy mo nmukam»

8 (muskoe pasperenue) + 8 (cpenHee pasperinenue) +

+ 10 (BBICOKOE paspelleHue)

Pasperienue 300 (uuskoe), 4000 (cpenuee), 8000 (BbICOKOE)
ITapamerp ASC-HUCII

Pesxum HaOII0MEHIUS IIa3MBI Panuanbubii

Paspemenue 0,007 um

Bpewmsa naTErpHpOBaHUA CUrHATA

20 c (180 — 265 M) + 10 ¢ (266 — 800 HM)
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Hemnocpencreenno nepes n3MepeHUIMH PACTBO-
pbl TIpO0 MOMOTHUTENHHO Pas30aBIAau (MTOTOBBIN
daxrop pasbasiaenus cocrasiser 1000 mis meTomu-
ku 1 u 2500 mis meropuku 2 mpu MC-HCII usmepe-
auax; 250 g meroguk 1 u 2 npu AIC-UCII usme-
penusx). B kauecTBe BHyTpeHHEro craHaapTa ObLIH
Beropans! In (1 mir/m) gama MC-UCII usmepenuit u
Sc (2 mr/n) pna ADC-HUCII usmepenuii.

MC-HUCII u ASC-HCII usmeperus. Usmepenus
BBIMIOJIHSAJIA C UCIIOIb30BAHUEM MAacCC-CIIEKTPOMeTpa
Bricokoro pasperienns ELEMENT (Finnigan Mat,

Taﬁ.nnna 2. Hszororms: onnpeneasieMbIX 3JIEeMEeHTOB C OCHOB-

HBIMHU CIIEKTPAJIBbHBIMHU HAJTONKEHUAMN

Hsoro Maccosas mous OcHOBHBIE Heob6xonumoe
usorona ®, % HAJIOKEHUA paspelesue
23Na 100 TLil6O~* 1100 (MR)
24Mg 79 TLil70*, 48Cat+, 2250 (MR)
48+
27A1 100 11B16Q+ 1200 (MR)
28Si 92,23 12C16Q+, 14N14N+ 1580 (MR)
295i 4,67 13C160+, 12C170+, 1250 (MR)
NN+
30Si 3,10 HN16Q+, 12C180+ 1250 (MR)
31p 100 I5N16Q+ 1500 (MR)
328 95 160160+ 1850 (MR)
338 0,75 160170+ 1500 (MR)
348 4,2 160180+ 1350 (MR)
35As 100 35CI40Ar+, 59Co160+ 8500(HR)
9K 93,26 23NaléO+, 38ArH+* 6500 (HR)
42Ca 0,65 26Mgl60+, 24Mgl80+ 2200 (MR)
43Ca 0,14 27TA1160+ 2550 (MR)
4Ca 2,09 28Sj160+ 2800 (MR)
45Sc 100 2981160+, 27A1180+ 3000 (MR)
47T 7,30 TLi%0Ar+, 31P16Q+ 2900 (MR)
49T 5,50 338160+ 2850 (MR)
Y 99,75 35CI16Q+, 11B%0Ar+ 2600 (MR)
52Cr 83,79 12C40Ar+, 36Ar16Q+ 2300 (MR)
53Cr 9,50 16Q37C1+, 13C40Ar+ 2700 (MR)
55Mn 100 39K16Q+ 3000 (MR)
56Fe 91,72 40Ar16Q+, 40Cal6O+ 2500 (MR)
57Fe 2,20 41K16Q+, 39K180+ 2700 (MR)
59Co 100 23Na36Ar+ 2500 (MR)
60Ni 26,10 44CaltéO+ 3100 (MR)
62Ni 3,59 46T{160+ 3250 (MR)
63Cu 69,17 23Na%0Ar+, 47Til60+ 3800 (MR)
65Cu 30,83 49T{160+, 25Mg*Art 3950 (MR)
66Zn 27,90 50T'{160Q+, 50Cr160+, 3960 (MR)
50160+
877Zn 4,10 27TA140Ar+, 51VI6Q+ 3980 (MR)
687n 18,80 28Sj40Ar+, 52Cr16Q+ 3990 (MR)
77Se 7,6 37CI140Ar+, INil60+ 9000 (HR)

Il'epmanua) U aTOMHO-3MUCCHOHHOTO CIIEKTPOMETPA
IRIS Advantage (Intertech Corporation, CIIIA) B
HOKII Hucruryra reomormum u wmuHepaigoruu CO
PAH. I monyyeHus HTEHCUBHOTO M XOPOIIIO BOC-
MPOU3BOAMMOIO CUTHAJIA TIPH COXPAHEHUH HU3KOTO
YPOBHS IIyMa ¥ MHHHMAJILHOTO YPOBHA 00pa3oBa-
uuA okcuaHbIX noHOB (MC-HCII nsmepenwns) meper
M3MEPEHUsMH TIPOBOJUIN HACTPOUKY MHPHOOPOB U
ONITUMHUBAINI0 WHCTPYMEHTATLHBIX I[AapaMeTpOB,
KOTOpBIe IIpuBeaeHbl B Tabm. 1.

Hma MC-HUCII amamusa BbIOpaHbl Hambosee
pacmpocTpaHeHHbIe M30TOMBI, CBOOOAHBIE OT H30-
GapHbIx HaJIOxKeHWH. [IpM HATUINKU HECKOIBKUX
M30TOIOB OIpefeIeHre Belu o 2 — 3 H30TomaM s
ydera BO3MOKHBIX Hajoxenui. [Ipu pacuere KOH-
[EHTPAIH UCIOIb30BATH YCPEIHEHHbIE 3HAYEHNS,
MTOJyYEHHbBIE TI0 Pa3HLIM H30TOomaM. B Ta6:. 2 mpu-
BelleHbl H30TOIBI JJIEMEHTOB ¢ Hamboiee CyIe-
CTBEHHBIMHM HAIO0KEHUAMH, O0YCIOBIEHHBIMH MO-
JIeKyJSPHBIMA ¥ JABYX3apITHLIMA HOHAMH, CO-
CTOAIINMHU W3 KOMIIOHEHTOB ILIA3Mbl M OCHOBHBIX
97IeMEeHTOB aHAIM3UPYeMOTo pactBopa. s orgene-
HUS YKA3aHHBIX HAJIOKEHWH aHAIUTHI HE00XOIHUMO
OIIpeIeIATh B CPEAHEM U BBICOKOM pPa3pelleHUw.
Kax moxkasamo B pabore [24], ocrajbHbIE M30TOMIEI
(“Be, 85Rb, 88Sr, 89Y, 95.97Mo, 90917y, 93Nb, 1071094
11104, 18119Gy  12L123Gh, 133Cg 137Ba, 1393 140Ce,
146N d, 172YD, 182183184y 206207.208P}, 209Bi) moskEO
OTIpeIeISATh B HU3KOM Pa3peIleHun.

B u Li onpenenanu Tonsro merogqom AIC-KCII
ocse KUCIOTHOTO PA3JIOMKEHUS B CBI3HU C MPOSBIIE-
HHUEM CyIL[eCTBEHHOTO «3(peKTa MmaMsaTh» Macc-
CIIEKTPOMEeTpa TIPU OIPEIeIeHUN STHUX SIEMEHTOB
rociae MC-UCII ananusa pacTBOPOB C BHICOKUM CO-
IepskaHneM MeTabopaTa JTUTHT U3 ILIaBa.

HOma A9C-UCII ananusa ucmonb30BaHbl HANO0-
Jlee UHTEHCUBHBIE TUHUH 39 37IEMEHTOB, CBOOOJHbBIE
OT CIeKTpaTbHBIX HamokeHuu (tabm. 3). Hma Cs u
Yb BoIOpaTh Takue TUHUHU, HAXOAAIHECA B pabouem
IUamna3oHe CIEeKTPOMeTpa, He YAAJI0Ch, a SC 9THM
MEeTOJIOM He OIpPeeisaan, TaKk Kak OH ObLI [00aBIeH
B KAYeCTBE BHYTPEHHET0 CTaHAapTa.

Ilnsa pacuera xoumenrtpamuii npu AIC-HCII
aHaJu3e WCIOJIb30BAIM BHEIHIOK T'PaJIyHPOBKY
10 MHOTO3JeMeHTHbIM pactBopam MIC-1,2,3,4 u
MSC-P3M («CKAT», Poccus).

IIpu MC-HUCII anamuse HCHOIb30BAIN BHEIII-
HIOI0 TPAIYyMPOBKY MO MHOTOSJIEMEHTHBIM PACTBO-
pam IV-ICPMS-71B, IV-STOCK-10, CMS-1-125ML
u IV-ICPMS-71A-125ML (Inorganic Ventures,
CIIIA).

O6cy:xnenue pe3yabTaToOB

Ilpedenwvt obnapymcenus. Ilpemensr oOHaApy:xe-
HHS OIPeNeNseMbIX 3JIeMEHTOB, PACCYNTAHHDBIE KaK
30 Bapmanuu KOHTPOJBHOTO ombiTa (n = 16), mpu-
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BeleHbl B TA0/I. 4 I WCIIOJIb30BAHHBIX METOIHK
XUMHUYECKOH ITOATOTOBKM M JBYX METOIOB aHAIU3a
MpHU TIepecyeTe Ha TBEPABIH o6paser] ¢ yueToM pas-
OaBieHus u Macchbl HaBecku. lIpemensr obHapy:xe-
uus merogom MC-UCII cymectBenHo Huke, ueMm
ASC-UCII, u 1103BOJIAIOT OIPENENITh OOIBIITHHCTBO
TpebyeMbIX 3JIEMEHTOB, 3a uckmodenueM As, Be, Se
¥ B HEKOTOPBIX oOpasmax — Sb, mociie KUCI0THOTO
pasnosxkenus (Meromura 1), a mociae CILIABJIEHHUS
(MmeTomuKa 2) mpemenbl 00OHAPYKEeHUA HEeI0CTATOIHO
HUBKHeE JJIs ONPeIe/eHIsI YKa3aHHbIX 9JIEMEHTOB, a
raxe Ag u Bi.

Pesyavmamuvr MC-HCII u ASC-HCII onpedene-
Hus anemenmos 8 JIb-1, Tp-1 u IK-1. ]l nsa nposep-
KH TIPABUJILHOCTH Paspab0TAHHBIX METOIUE BBIIOJ-
uHed MC-HUCII u ASC-HUCII ananus craHmapTHBIX
obpasios JIB-1, Tp-1 u IK-1 ¢ ompenenennem 39
9JIEMEHTOB, U3 PACCMOTPEHUS OBLIN UCKIIOYEHBI AS,
Be u Se, ma koTopbIx Ipemenbl 0OHAPY:KEHUS He-
mocrarouHo Huskwue. Ilociie crmasmenus He omnpese-
manu B u Li, BXogdiiye B cocTas IIaBa, a Iocie Ku-
CJIOTHOTO PAa3JIOKeHud — Si, KOTOPhIH yHaliau B
Buge SiF, B mporecce mpo6omoaroTOBKH.

B ocuoBHOM KOHIIEHTpAIHK OOJBIITHMHCTBA OIIpe-
JeIIEMBIX 5JIEMEHTOB, MOJIyYeHHBIE II0Ce MIPOBe-
IEHHOM pPasHBIMH CIIOCOOAMH XUMHUYECKOH ITOJrO-
TOBKH, COTJIACYIOTCS B IIPEIesax IIOTPEIIHOCTH MEeK-
oy co0OM ¥ ¢ aTTeCTOBAHHBLIMHU 3HAYEHUSMH JIJIS
BCeX CTaHAAPTHBIX oOpasmoB (rabdm. 5— 7). Crour
TakKe OTMETHUTh COIJIACOBAHHOCTH PEe3yJIbTATOB C
nauubiMy, rnoryderabiMu Merogom MC-HCII mocite
MUEKPOBOJTHOBOTO KHCJIOTHOTO PA3JI0KEHHUST B CMECH
kucaoT (maa obpasioB Tp-1 u IK-1) [25], u mero-
ZIOM PEHTTEHO(IIYOPECIIEHTHOTO AHAINU3a C UCIIOb-
30BaHHEM CHHXPOTPOHHOTO manyueHus (PDOA-CU),
He TPeOYIOIINM IIPeBAPUTEIBHOTO PA3IOKEHU 06-
pasios (s obpasios JIB-1, Tp-1 u 9K-1) [26].

Tabauma 3. AmanuTudecKue JTUHAN DJI€MEHTOB

Il HEeKOTOpBIX 2JIEMEHTOB HabJmaercs pas-
JIMYKe PesyJIbTATOB OIPEIeIeHH)S, IT0JIyIeHHBIX IIPU
pasHBIX crrocobax mpobomoaroroBku. Taxk, pesyabra-
ToI onipesienienns Rb u Cs 3aHMKeHBI 711 BCEX TPexX
006pa3IoB IOCIE 030JIEHUA U CILIABIEHHUA 110 CPaBHe-
HUIO C TOJYYEHHBIMU TIOCJIe KHUCIOTHOTO pPasioiKe-
HUS ¥ QTTECTOBAHHBIMY 3HAYCHUSIMHU.

C napyroii CTOpPOHBI, Pe3yIbTATHI OIMPEIeIEeHU
0JI0Ba TI0CJIE KUCJIOTHOTO PA3JI0KEHUI XapaKTepusy-
F0TCA OOJIBIION MOTPENIHOCThI0 W 3aHUKEHBI OTHO-
CHUTEJIbHO aTTeCTOBAHHBLIX 3HaueHuy miag JIB-1 u
Tp-1. Ilomy4yennsnie mmocie CIUIaBIeHUsS KOHIIEHTPA-
[IMH 0JIOBA XOPOIIIO COIVIACYIOTCS C MIPUHATHIMU 3HA-
yeHuAMHU mis oopasmos JIB-1 u Tp-1, a gma IK-1
ompesieieHHbIe KOHIIEHTPAIIUY B IIpe/iesiaX MOrpell-
HOCTH CXOJATCA MeXAy cob0i ¥ ¢ JaHHbIMH PaboT
[25] u [21].

Hdna cramgapraoro o6pasma JK-1 ormedero
eIUHUYHOE HECOOTBETCTBHE MEKAY IOJyYEeHHBIMU
KOHIIEHTPAITUAMY UTTEPOUSI U aTTeCTOBAHHBIM 3HA-
yeHueM [21], HO IPaBUIBHOCTH ITOIYyYEHHBIX HAMU
pes3y/nbTATOB IIOATBEPIKIAETCA HAHHBIMH PAO0THI
[25].

B cBsi3u ¢ HU3KHM ypPOBHEM COIEP:KAHUA B pac-
THUTENbHBIX OoOpasnax Ag u Bi mamuble mo stum
9JIeMeHTaM JJIs1 M3y4aeMbIX CTAHJAPTHBIX 00pasIoB
TPAKTUYECKH OTCYTCTBYIOT, NIPHUBEIEHBI TOJIBKO
OPMEHTHUPOBOYHBIC 3HAYEHWS KOHIIEHTPAIWA B
IK-1. C ucnonb3zoBaHmueM KHUCIOTHOTO PA3JIOKEHU
YAAJI0Ch OIEHUTHh KOHIIEHTPAIIUK 3THX 3JIEMEHTOB,
KOTOpPBIE HAXOATCI B XOPOIIIEM COTJIACHH C JaHHBI-
mu paborsr [25]. Kornenrpamuu Nb u W B o6pasiie
JK-1, orcyrcrByromue cpeau aTTeCTOBAHHBIX 3HA-
yenwuii, momydens! aug Nb mocine o60ux crmoco6oB
mpo6oIoATOTOBKN U i1t W TIOociie KHUCIOTHOTO pas-
JIOKEHUA U TAKKe TOATBEPIKIAIOTCA pe3ysibTaTaMu
pabotsr [25].

OneMenT JIuHHA (TUI TUHUN) OnemenT JIuHHA (TUII IUHUN) OnemenT JIuHUA (THII IUHUN) dnemenT JIuHWA (THII IUHUN)
Ag 328,068 (I) Ce 413,380 (II) Mo 202,030 (II) Se 196,090 (I)
Al 308,215 (I) Ce 413,765 (II) Na 330,237 (I Si 251,612 (I)
Al 396,152 (I) Co 228,616 (II) Na 589,592 (I) Sn 189,989 (II)
As 189,042 (I) Cr 205,552 (IT) Nb 309,418 (II) Sr 421,552 (II)
As 193,759 (I Cu 324,754 (I) Nd 401,225 (IT) Ti 334,941 (1)
B 249,678 (D) Fe 217,809 (I Nd 406,109 (I \Y 292,464 (II)
B 249,773 (I) Fe 259,940 (II) Ni 231,604 (II) \Y 310,230 (II)
Ba 455,403 (II) Fe 371,994 (I Ni 341,476 (I) w 239,709 (II)
Be 313,042 (II) K 766,490 (I) P 213,618 (I) Y 360,073 (II)
Bi 223,061 (II) La 408,672 (II) Pb 220,353 (II) Zn 206,200 (II)
Ca 317,933 (ID) Li 670,784 (I) Rb 780,023 (I) 7n 213,856 (I)
Ca 318,128 (II) Mg 279,806 (II) S 180,731 (D Zr 339,198 (II)
Cd 214,438 (II) Mg 285,213 (I S 182,034 (I
Cd 226,502 (II) Mn 257,610 (IT) Sb 206,833 (I
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Konnenrparus cypbMbI ompezeseHa B IByX 00-
pasiax — JIB-1 u 9K-1, a B TP-1 maxomurcsa Humxe
rpeaena O6HaAPYKEeHUI.

Taxum o6pasom, myrem MC-HCII ananusa cran-
IAPTHBIX 00PAa3I[OB II0C/IE KHCIOTHOTO PA3JIOKEeHUS
ObLIa TOATBEPKIEHA IMPABWILHOCTL OIPEeNeIeHU
35 omemenToB. Eie nBa siemenTa ObLIH OIpe-
nenenbl ToabKO MeTogoM AJC-UCII — B u Li. Ilpu
amanu3e 006pasIOB IIOC/IE CIIABIGHUS B JOIOJI-
HeHHe K KHCIOTHOMY Pa3JjIoKeHUI0 OIIpeaeeHbl Si u
Sn, HO He ompezenenbl B u Li, BXxogsmue B cocras
mwraBa, a takxke Rb u Cs, @i KOTOpBIX OTMEYEHO
3aHMKEeHNe KOHIIEHTPAIUH B pe3yIbTare IpoOoIo-
TOTOBKH, U eIlle Psl 3JeMeHTOB, coiep:KaHue KOTO-
PBIX HAXOAMTCSI HHUKE IPeeoB oOHApYy:KeHus (CM.
Tabna. 5 - 7).

Ornocurensubie norpernaoctd MC-WCIT u
ASC-UCII onpenenenns cocrapisoor oT 1 10 13 % u
HaXOAdATCA IIPUMEPHO Ha OMHOM YPOBHE Kak IJIsd
Pa3HBIX METOJIOB aHAJIN3a, TAK W [IJIs PA3HBIX CIIOCO-
60B moAroTOBKH mpo6. OTHOCHUTENILHBIE IIOTPEII-
Hoctu Gomee 10 % mabaoogarTca AJA DJIEMEHTOB,
COJIEPKaHUA KOTOPBIX B IIpobe OJIM3KKA K IIPeery

0o0HApY:KEHUs, YTO ITOJTHOCTHIO COOTBETCTBYET JIUTE-
paTypHbIM faHHBbIM [27, 28].

Pezyaomamur MC-HUCII u ASC-HCII onpedesne-
HUs 2/nemenmos 6 kandudame 6 cmandapmHble
obpasyvt XCC-1. JInsi sIeMeHTHOrO aHaju3a KaH-
numara B craHgaptabie 00pasibel XCC-1 mcmonbso-
Banu 00a BapuaHTa PA3JIOKEHHUSA C OIpemelleHueM
TeX 3JIEMEHTOB, IPABUJIBHOCTh U3MEPEHUH I KO-
TOPBIX ObLIA IIOATBEP:KIEHA HA OCHOBE AHAIN3A
cTaHJapTHBIX 00pasioB (Tabi. 8). YpoBeHb comep-
JKAHUS OOJIBIIIMHCTBA OIPENeieMbIX 3JIEMEHTOB
B XCC-1 okaszajicst CyI[eCTBEHHO HUKE, YeM B H3Y-
YEeHHBIX CTAHIAPTHBIX obpasiax pacrenuii TP-1,
JIB-1 u JK-1. [Tocie KUCIOTHOTO PABIIOKEHHS METO-
mom MC-UCII onpenenensr 35 2j1eMEeHTOB, PesyJib-
TaThl OmpeaeneHud 16 U3 HUX MOATBEP:KIEeHBI METO-
mom AIQC-UCII, u erie ogun snement (B) onpenesnen
toabko Meromom AJC-HCII. He ymanoch oreHuTH
KOHIIEHTPAIINIO JIUTHSA, IOCKOJILKY B 9TOM 00pasiie
OHA OKasajiach HUKe IIpeaesia OOHAPYIKEHUS MeTO-
mom ASC-HCII.

Ilocne conasnenns meromom MC-HCII omperme-
JIEHBI TOJILKO 27 3JIEMEHTOB, Pe3yJIbTaThl OIIpeiese-

Ta6mauua 4. [Ipenens: oouapy:xenusa snementos (110, mrr/r) merogamu MC-UCII u ASC-UCII u nuanasoHs! cofepranus sie-

MEHTOB B CTAHAAPTHBIX 00pasiax (MKr/T)

MC-UCII AJC-UCII Tuanasos MC-UCII AJC-UCII TNuanasos
Aire- 110 110 COflepIKaHUs Ae- 110 110 COZlepIKaHUs
e e e e omems O Mew Mew e meny | owem
Ag 0,004 0,03 0,2 0,3 0,017 (9K-1) Na 8 36 10 39 1,8-102-6,8-103
Al 3 1,2-102 2 1,1-102 (0,4-1,0)-103 Nb 0,005 0,09 1 2 0,082 - 0,20
As 0,8 2 6 8 0,16 - 0,76 Nd 0,001 0,03 6 8 0,22 - 1,59
B H/O H/0O 0,6 H/O 11-50 Ni 0,5 2 0,5 0,6 3,2-5,8
Ba 0,03 1 0,03 1 16 — 230 P 0,1 4 0,6 5 (1,56-2,4)-103
Be 0,03 0,1 0,2 0,3 0,01-0,07 Pb 0,03 0,4 6 8 0,42 - 3,7
Bi 0,001 0,1 2 2 0,023 (OK-1) Rb 0,01 0,5 34 45 3,6 -15,7
Ca 11 30 17 44  6,7-103-28-10* S 7 18 2 24 (1,0-3,4) - 108
Cd 0,003 0,02 0,2 0,3 0,05-0,16 Sb 0,04 0,06 10 13 0,019 - 0,08
Ce 0,001 0,06 4 5 0,5-3,4 Sc 0,002 0,04 H/0O H/0 0,082 - 0,38
Co 0,005 0,06 0,4 0,5 0,2-1,5 Se 1,4 3,5 10 13 0,3 (9K-1)
Cr 0,05 0,2 0,3 0,3 4,3-5,5 Si 20 3-102 20 3-10%2 4,0-103-1,1-104
Cs 0,001 0,11 H/0O H/O 0,058 - 0,108 Sn 0,05 0,1 6 8 0,09 -0,19
Cu 0,1 2 0,3 2 6,3-11,2 Sr 0,04 0,3 0,03 0,3 28 - 174
Fe 5 10 4 7 7,3-102-2,6-103 Ti 0,2 2 0,2 2 33177
K 16 69 16 76  7,1-103-3,2-10* \% 0,05 0,11 0,6 0,8 0,61-3,8
La 0,002 0,06 4 6 0,26 — 2,05 0,02 0,08 14 18 0,08 - 0,30
Li H/0 H/0 0,2 H/0 0,55 -1,44 Y 0,005 0,04 2 2 0,16 - 1,3
Mg 2 3 0,6 2 (2,4-4,4)-103 Yb 0,0009 0,01 H/0O H/0 0,018 - 0,074
Mn 0,08 0,4 0,2 0,3 5,1-101-9,3-102 Zn 0,5 2 0,2 1 21-94
Mo 0,01 0,1 4 5 0,16 — 1,2 VAY 0,03 0,5 0,4 1,7 0,9-5,5

IIpumeuanue. [lomy:xupHbIM 0603HAYEHBI HHCTPYMEHTAIBHbBIE TIPEIEIbl 0GHAPYKEHUST; H/0 — He OIPEeIesIsaiu.
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uusa 17 us gux moareep:xaeHsl merogom AJC-HCIL.
Koumenrparnuu ocranbHbIX dieMeHTOB — Ag, Bi,
Cs, Nb, Pb, Sb, W, Yb u Zr — HaxopsaTca HHU:Ke IIpe-
nena obHapy:keHusa. B momonHeHue K pesysbraTam,
IMOJIyYEHHBIM II0CIe KMCIOTHOTO PAa3jI0/KeHHs, OIIpe-

nmeneHbl nBa snemenTta: Si (Meromamum MC-HCII u
ADC-HCII) u Sn (toasko meromom MC-HCII).
3HAYMMOCTD  PACXOKIEHHUS  KOHIIEHTPALUH,
monydenubix g XCC-1 pasHbIMEH MeTogamu,
I0oCJIe PasIoiKeHus 06pasoB mo Meromwke 1 (mirs

Ta6mauua 5. Pesymprarer MC-UCIT u ASC-UCII onpenesnenus s1eMeHTOB B craHgapTHOM obpasie JIB-1 (mkr/r) (P = 0,95)

Cyomcr £ 4,

Cascucn * A,

Cyomcr £ 4,

Cascmcr * 4,

Mzgi;ﬂ Meropuka 1 Meropuka 1 MeTofuKa 2 MeTOfIuKa 2 Carr £ A[21] Conr (S) [26]
(n=5-7 (n=5-7 (n=5-17 (n=5-1

Ag 0,013 = 0,006 <IIO <IIO <IIO — —

Al (8,5 =0,2) 102 (8,5 =0,3) - 102 (8,5 £0,2) - 102 (8,4 £0,3) 102 (8,3 +0,1)-102 —

B H/0O 46 £ 2 H/O H/O — —

Ba (2,3 = 0,2) - 102 (2,3 £ 0,2) - 102 (2,3 =0,1) - 102 (2,2 =0,1) - 102 (2,3 =0,2) - 102 —

Bi 0,020 = 0,001 <IIO <IIO <IIO — —

Ca (1,65x0,04)-10¢+ (1,6 =£0,1)-10* (1,60 = 0,06)-10* (1,60 = 0,07) - 10* (1,60 = 0,09) - 104 1,7 % (0,3 %)
Cd 0,174 = 0,009 <IIO0 0,18 += 0,02 <IIO0 0,16 = 0,03 —

Ce 1,58 + 0,08 <II0 1,6 = 0,1 <IIO 1,5+ 0,12 —

Co 0,85 + 0,02 <IIO 0,81 = 0,01 <IIO 0,79 = 0,06 0,90 (0,06)
Cr 44+04 50=*0,4 4,6 =0,2 5,0+ 0,3 4,3 0,7 8 (3)
Cs 0,090 = 0,002 <I10 <II0 <IIO0 0,085 = 0,008 —

Cu 7,8 0,2 7,6 0,3 7,3 £0,3 7,3 £0,3 7,3 £ 0,6 7(2)
Fe (7,6 = 0,4) - 102 (7,6 £ 0,5) - 102 (7,3 = 0,3) - 102 (7,2 = 0,5) - 102 (7,3 0,7 102 0,081 % (0,006 %)
K (7,2 =0,1)- 108 (7,1 =0,1) - 108 (7,6 £0,4) - 103 (7,5 £0,3) - 103 (7,1 £ 0,4) - 103 0,75 % (0,01 %)
La 0,85 + 0,04 <IIO 0,82 + 0,03 <IIO0 0,82 + 0,09 —

Li H/0O 0,77 = 0,04 H/0 H/0 — —
Mg (4,5=+0,1) 103 (4,4 =0,1) - 103 4,3 =0,2) - 103 4,3 =0,2) - 103 (4,4 =0,3) - 103 —
Mn (9,7%0,5) - 102 (9,5 = 0,4) - 102 (8,9 =0,3) - 102 (8,9 = 0,4) - 102 (9,3 =0,7) - 102 980 (100)
Mo 0,15 + 0,02 <II0 0,13 = 0,05 <IIO0 — —

Na (1,80 =0,04)-102 (1,6 =0,1)-102 (1,67 =0,09) -102 (1,7 =0,1)-10? (1,8 = 0,3) - 102 —

Nb 0,20 = 0,06 <IIO 0,19 = 0,07 <IIO — —

Nd 0,75 = 0,04 <IIO 0,75 = 0,05 <IIO 0,69 = 0,06 —

Ni 6,0 = 0,2 6,0 = 0,2 56 0,3 6,0 = 0,5 5,8 0,8 —

P (1,55+0,03)-10% (1,5=+0,1)-10% (1,52 +0,05)-10% (1,5+0,1)-10% (1,54 = 0,06) 103 —

Pb 3,6 +0,1 <IIO0 3,2 +0,3 <IIO 3,7+ 0,5 —

Rb 14,0 = 0,6 <IIO 11,1 =04 <IIO 13,7+ 0,8 13,8 (0,5)
S (1,10 = 0,04) - 102 (1,00 = 0,05) - 103 (1,08 = 0,06) - 10® (1,10 = 0,07) - 103 (1,0 = 0,2) - 103 —

Sb 0,061 = 0,002 <II0 0,057 = 0,008 <IIO0 0,057 = 0,011 —

Sc 0,29 = 0,01 <II0 0,30 = 0,02 <IIO 0,30 = 0,04 —

Si H. 0. H. 0. (3,9 £0,1)-103 (4,1 x0,1)-103 (4,0 £ 0,7) - 103 —

Sn 0,05 = 0,04 <IIO 0,20 = 0,03 <II0 — —

Sr 74 *+ 2 78 1 76 = 2 77+ 2 727 73 (3)
Ti 52+ 1 571 57+ 3 56 = 4 59 = 12 62 (11)
A% 1,90 = 0,06 2,00 = 0,07 1,88 + 0,09 2,0+0,1 2,1 +04 2,4 (0,5)
w 0,33 = 0,03 <IIO 0,35 = 0,02 <IIO 0,30 = 0,03 —

Y 0,73 = 0,02 <II0 0,70 = 0,02 <II0 0,69 + 0,06 0,75 (0,08)
Yb 0,080 = 0,009 <IIO0 0,068 = 0,003 <IIO 0,074 = 0,007 —

Zn 9 +1 96 + 1 97 + 3 97 + 3 94 + 15 99 (7)
Zr 24+0,1 2,2+0,2 24 +0,2 24 +0,1 — —

IIpumeuanue. 1/0 — He ONpPeNEIAIN; S — CTAHIAPTHOE OTKIOHEHHE.
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Ta6mauma 9. OreHKa 3HAUMMOCTH PACXOKIEHUA pPe3yabTaroB, noaydeHubx merogamu MC-UCIT u ASC-HUCII gusa XCC-1

OIIeMEeHThI Cop> MET/T, MC-UCII (1 = 10) S, , % Cop, MET/T, ADC-UCII (n = 10) S, , % towen Gpasn = 2,26)
Al 1,90 - 102 3 1,80 - 102 3 1,87
Ba 4,7 10 4,5 5 0,94
Ca 4,0-103 3 4,2-103 7 1,54
Cr 3,20 3 3,10 3 1,83
Cu 3,9 3 3,8 3 1,50
Fe 4,6 - 102 7 5,0 - 102 6 2,22
Na 40 8 40 5 0,06
K 4,6 - 103 7 4,7-103 9 0,46
Mg 1,2 - 103 3 1,2 - 103 5 0,03
Mn 1,9 - 102 4 2,1-102 5 2,10
Ni 1,9 8 2,1 9 2,02
P 1,3 - 103 7 1,3-103 5 0,02
S 8,6 - 102 5 8,6 - 102 6 0,04
Si 1,2- 108 6 1,3 - 103 8 1,94
Sr 114 6 12 7 1,36
Ti 9,4 10 9,1 9 0,59
Zn 45 2 44 5 1,03

KpPeMHUS — 110 METOHKeE 2), OIIeHUBAJIH 110 {-KpUTe-
puto (tabn. 9) [29]. Paccuurannsie 3HaueHud ¢t-Kpu-
Tepus He IMPEBBINIAIOT KPUTHYECKOTO 3HAYECHUA
(taen = 2,26) HE Oa omHOTO M3 17 3JIEMEHTOB, YTO
MI03BOJISET CIEJIATH BHIBOJ O HE3HAYNMOM PA3THINN
B CPEJHUX 3HAYEHUAX, ITOIyIEHHBIX PA3HBIMH METO-
namu. Takum 06pasoM, UCIIOIH30BAHKE TOJIBKO Me-
toga ADC-HUCII mist onpemeneHus 3TUX 3JIEMEHTOB
3HAYUTEIHHO YIPOCTUT U YCKOPUT AHAIUS3 B IEJI0OM,
TIOCKOJIBKY ITO3BOJIUT COKPATUTH 0 MUHUMYyMa KO-
JIMYECTBO BJIEMEHTOB, OIPENEIIeMbIX B CPEIHEM U
BoicokoM pasperennu ipu MC-UCII ananmuzse.

3akaroueHue

B mporecce paborsr ompo6oBaHbI [Ba crrocoba
XUMHUYECKOH ITOJTOTOBKY PACTHUTEIBHBIX 00pa3IoB,
IOTIOJHSAIOIINE [ApPYyT Opyra ©W o0ecleduBaloIime
mepeBefieHre B PacTBOP TPeOyeMbIX DIIEeMEHTOB.
IIpogemoHCcTpUpOBaHa COTIACOBAHHOCTH PE3YIbTa-
TOB WaMepeHui, noiaydeHHbix meromamu MC-HCII
u AJC-UCII ¢ ucnonb3oBaHmeM pasHBIX METOIHK
XUMHUYECKOU MOATOTOBKHU. [IpaBUIbHOCTD pesynbTa-
TOB OIpEJeNeHus SIEMEHTOB IOTBEPIKIeHa CpaB-
HEHHEM C aTTEeCTOBAHHBIMH 3HAYEHUAMH IS UCCTIe-
NOBAaHHBIX CTAHAAPTHBIX 00pasmnoB. Kammmpmar B
craugapTHbie 00pasiel cocraBa XCC-1 mpoanaiu-
supoBad Merogamu MC-UCII u A9C-UCII mocie
PasoxKeHus B COOTBETCTBHY C ABYMS HCIIOIb30BAH-
HBIMH CIOCO0aMu MPOGOIOATOTOBKH, ITOIyIeHbl HO-
Bble ganuble 1m0 37 smementam metogom MC-HCII,
pesyabTarsl onpeneneHus 17 M3 HUX MOATBEPIKIE-
uel MerogoM ADC-UCII, u eme omnun snement (B)
onpegenes Toabko Meromrom AJC-UCII. Ilorasano,

4YTO COYeTaHHue ABYX METOI0B aHaIn3a AJId OoIIpene-
JIEHUSA OSJIEMEHTHOI'0 CcocCTaBa 06pa311013 II03BOJISAET
pacCIIupuTb Ha60p onpeneasaeMbIX 3JIEeMEeHTOB U CO-
KpPaTUThb 061uee BpeMsd aHalanua3a.
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AHAJIN3 I'EOJIOTHYECKHNX MATEPHUAJIOB METOIOM
ATOMHO-SMUCCHUOHHOM CIHEKTPOMETPUU

C HHIYKTHUBHO-CBA3AHHOM IIJIASMOM C 'PAIYUPOBKOH
B OTHOCHUTEJ/IbHBIX KOHIIEHTPAITUAX

© Tarpana AnaroasreBHa Kapumosal®, I'eopruii JIbBoBrnu Byxouumep?
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Ipunsama k nybaurayuu 22 anpeas 2019 e.

IIpu BBHITIOTHEHIH CHINKATHOTO AHAIN3A TE0JIOTUIECKUX MaTEPHUAIOB METOOM aTOMHO-OMUCCH-
OHHOH CIIEKTPOMETPUH C WHAYKTUBHO-cBA3aHHOM 1iasmor (AJC-HCII) BuepBhie Ha IpakTuKe
peanu3oBaH crocod rpajyupoOBKH B OTHOCHUTENBHBIX KOHI[EHTPAIUIX, KOTOPHIH paHee IpuMe-
HAJCA TOJIBKO /I aHAIN3a IIBETHBIX U YEPHBIX MeTALI0B. B ciIyuae reosornueckux MaTepruaios
IpY pPean3aliy TPaIyHPOBKM B OTHOCHUTENBHBIX KOHI[EHTPAIMSIX HEO0XOMUMO IIPUHSATH BO
BHUMAaHUe U PEIInTh CIIE/YIOIIre IPOOIeMbl: He BCe KOMIIOHEHTHI ITP00 OIPEeAeISIOTCI METO0OM
AS9C-UCII; marpudHbIe 3JIEMEHTHI MOTYT IIPUCYTCTBOBATh B PA3HBIX CTEIeHAX OKucneHud. Pac-
tBoperne ['CO cocraBa pys v reoIOTHUeCKUX MATEPHUAJIOB IIPOBENEHO B [BE CTAUU B aBTOKJIA-
Bax npu Temreparype 180 °C B cucreme HotBlock 200. Ha niepBoii cragyuu UCIONIB30BaIN CMECH
HCl, HNO3 u HE na Bropoii — nobasnsanu 4 %-ubli pactBop H3BOs. Beinonueno cpaBHenue
IIOBTOPSEMOCTH ¥ IIPOME;KYTOYHOH IIPEIIM3UOHHOCTH IIPH UCIIOJIb30BAHUN IPATYHUPOBKY B OTHO-
CHUTEIBHBIX KOHIIEHTPALUAX, B a0COMOTHBIX NHTEHCHBHOCTAX U C HHIUEM B KAYECTBE BHYTPEH-
Hero crarzxapra npu onpeznenerun SiOy (B ruanasone cogepskanuii 40 — 75 %), Al,Os, (5 - 20 %)
CaO (0,25 - 15 %), MgO (0,1 - 15 %), Fe;05 (0,5 - 15 %), Na,O (0,510 %), K;0 (0,5 -5 %),
P,05 (0,01 -0,3 %), MnO (0,03 -0,5 %), TiOy (0,05 -2 %). I'panyupoBKa B OTHOCHTEIHHBIX
KOHIIEHTPANUAX 00ECIIeUYrNBAET JIyJIlINe METPOJOTHIECKHe XapAKTePUCTUKY 10 CPABHEHHIO C
JIPYTUMU BapHAHTAMU T'PAILYyUPOBKYU IPU aHAIN3E Te0JIOTHIecKux MarepranoB. OCHOBHBIE IpU-
YUHBI TAKOTO YILyYIIIEHHUS: UCKIIOYEHHe IOTPEITHOCTYA KATUOPOBKY MEPHOH ITOCYbI M IIOTPeIIl-
HOCTH B3BEIIMBAHUSA HABECOK aHATH3UPYEMbBIX MATEPHAIOB U3 CyMMAapHOM IIOTPEITHOCTH aHa-
Jn3a; u3MepeHne OOIbIINX 3HAYEHHMH UHTEHCUBHOCTEH dJIEMEHTa OCHOBBI; 00JIee BBICOKAA TOU-
HOCTb M3MEPEHVs OTHOIIEHHUS WHTeHCUBHOCTEH 10 CPABHEHUIO C U3MEPEeHreM a0COTIOTHBIX WH-

TEHCHBHOCTEH.

KiroueBnle cIoBa: reoJIOrMyecKre MaTePUAIIbL; TPAIyUPOBKA B OTHOCUTEIbHBIX KOHIIEHTPA-
wsx; cuinukarabni ananus; AJC-MCIL.
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ANALYSIS OF GEOLOGICAL MATERIALS BY ICP-AES
WITH CALIBRATION IN CONCENTRATION RATIO
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A method of calibration in relative concentrations (concentration ratio) previously used only in analysis of
non-ferrous and ferrous metals was first implemented when performing silicate analysis of geological ma-
terials using atomic emission spectrometry with inductively coupled plasma (AES-ICP). Prior to apply the
Concentration Calibration Ratio to analysis of geological materials it is necessary to consider and address
the following problems: some of the components are not determined by ICP-AES, matrix elements may be
present in different oxidation states. Sample preparation of ores and geological materials was carried out
in autoclaves heated at 180°C using HotBlock 200 system. A mixture HCI/HNOs/HF was used at the first
step and then added with a 4% H;BOjs solution. The repeatability and intermediate precision of determi-
nation when using Concentration Ratio Calibration, calibration without internal standard and Calibra-
tion with In as internal standard are compared for determination of SiO, (content 40 — 75%), Al,O4
(5-20%), CaO (0.25 - 15%), MgO (0.1 — 15%), Fe,O4 (0.5 — 15%), Na,O (0.5 - 10%), K,O (0.5 - 5%), P,05
(0.01 - 0.3%), MnO (0.03 — 0.5%), and TiO, (0.05 — 2%). The use of Concentration Ratio Calibration pro-
vides better metrological characteristics, repeatability and precision in analysis of geological materials
compared to other calibration procedures due to elimination of the calibration error of balances and volu-
metric flasks from total error of analysis; measuring the large intensities of the base element; and better

accuracy of measuring the intensity ratio compared to absolute intensity measurements.

Keywords: geological materials; concentration ratio calibration; silicate analysis; ICP-AES.

Beeaenune

Meroj; aTOMHO-d9MHUCCHOHHOM CIEKTPOMETPHH C
WHAYKTUBHO-cBs3auHoi miaasmon (AJC-UCII) mm-
POKO MCIIONB3YeTCs IS aHAIM3a Te0JIOTHIECKUX Ma-
TepuasoB [1 — 3]. XoTa caMm MeTo XapaKTepusyeTcs
XOpoIiel TOBTOPAEMOCTHIO u3MepeHui (S, — e 60-
nee 0,5 -1 % oTH.), CyllIeCTBYIOIIHE METOIUKHA aHa-
JIM3a TEOJIOTUYECKUX MATEPHUAJIOB C HCIIOJIb30BaHU-
em AJC-UCII umeroT MeTpoIoTUYECKre XapakTepH-
cruku (0, Ha ypoHe 1 — 10 % orH.) [4, 5], KOTOpBIE
YCTYIAOT KJIACCHYECKMM XHUMHUYECKHM MeTOIam
aHamusa. JTO MOKeT OBITh CBA3AHO C HEd(P(PEKTUB-
HBIMHU CII0CO6aMU TTPOOOIIOITOTOBKY U TPAJIyUPOBKH,
HCIIOJIb3yeMbIMU B METOIHMKAX.

IlepcrieKTUBHBIM HAIPABIEHUEM ITOBBIIIEHUS
TOYHOCTH PE3yJIbTATOB AHATN3A T€0JOTUIECKUX Ma-
tepuanoB merogom AIC-UCII sasaserca rpamyu-
POBKa B OTHOCHUTEIbHBIX KOHI[EHTpAUMIX. Takroi
BapHAHT TPAAyHUPOBKU HCIIOIb3YeTCS MPU aHAIN3e
IIBETHBIX ¥ YEPHBIX METAJIOB [6, 7], Korma MOMKHO
YTBEPIKIATh, U4TO:

Coon + C1 + Cy + ... + C, = 100 %. 1)

B cayuae reosormuecknx MaTepuasioB Ipu pea-
JIU3aIUH TPAJAYUPOBKM B OTHOCUTEJIBHBIX KOHIIEH-
Tparuax Heo6X0JUMO MPUHATH BO BHUMAaHWE U pe-
IIATH CIIEAYIOIIHe IPO0IeMbl: He BCE KOMIIOHEHTHI
mpo6 ompenensaores meromom AJC-UCIT; marpuy-
HbIE 3JIEMEeHTBI, KOTOPbIe BHOCAT OOJIBINION BKIA] B
cymmy 100 %, MOTyT IPUCYTCTBOBATH B Pa3HBIX CTe-
TIeHAX OKUCICHUS.

[lens mammoit paboTbl — peamusamus crocoda
TpagyupoOBKH B OTHOCHUTEJIBbHBIX KOHIIEHTPAITUAX
MpU aHa/lN3e TeOoJIOTHYEeCKUX O06pas3IoB MEeTO[0M
ASC-UCII u comocraBieHre METPOJIOTHUECKUX Xa-
PaKTEepUCTUE pa3paboTaHHOTO crocoba IpaayHpoB-
KH C TPAIyHUPOBKOH B a6COTIOTHBIX MHTEHCUBHOCTIX
¥ C WCIIOJIb30BAHUEM BHYTPEHHETO CTaHAapTa.

JKCIIepHMEHTATBLHAS 9aCTh

B pab6ore wucmonbzoBanmu croexkrpomerp iCAP
7400 Duo npomssogacrBa Thermo Fisher Scientific
(CHIA) ¢ mBoiiHbIM HaOIIOIEHHEM ILJIA3Mbl M IIPO-
rpammubiM obecrieuerueM iTEVA, kotopoe BRiTIoUa-
eT ONIUI0 TPAAyUPOBKH B OTHOCUTENHHBIX KOH-
neHTpanuax. MsMepeHus MpOBOAUIHN, UCIIONb3YS U
aKCHUATbHBIH — JJI ONPeIeJIEHUA IIPUMECHBIX KOM-
IIOHEHTOB C MAKCHUMAJIBbHO BBICOKOW YYBCTBHUTENIb-
HOCTBIO, ¥ PAAUAIBHBIA 0030p MIa3Mbl — JJIA JI0-
CTHIKEHHUS MaKCHUMAaJIbHOM TOYHOCTH IIPU OIIpeelie-
HUU MATPUYHBIX KOMIIOHEHTOB II0 JIMHEWHBIM Tpa-
IYUPOBOYHBIM rpadpuKkaM C BBICOKMM OTHOIIEHHEM
curhasn/myM. BeiOpaHHbIE TWHUM, pacIpenelleHue
MX II0 TPYyIaM, OTHECeHWEe K JIMHUIM BHYTPEHHEro
cTaHmapTa IpUBeaeHsbI B Tab. 1.

s HECKONIbKHUX MATPHUYHBIX BJIEMEHTOB WC-
TIOTb30BAJINA TI0 JBE JUHUU U UX MEPEeKII0YeHHe B
[eJISX pacIIMpeHus THHAMHYECKOTO JHAIAa30Ha Me-
Tomuku (Tabi. 2).

PacrBopenne 06pasiioB TPOBOAWIN B CHCTEME
MIOJTOTOBKY IIPO0 B 3aKPBITHIX HPOOHMPKAX M aBTO-
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Ta6auna 1. Pacrpenenenre BHIGPAHHBIX aHATUTHIECKUX JIMHUHA 3JIEMEHTOB 110 TPYIIIaM

JIuHua BHyTpeHHEro craHxapra,
HM, 0030p ILIa3MbI

Jluuvu orpenensieMbIX 3JIeMEeHTOB, HM

Sil 212,412, akcranbHbIA

0030p TIIa3MBbI 220,353; Zn 11 206,200

Si1212,412, paguaiabHblii
0030p IIIa3MbI

Co II 228,616; Cr II 205,560; Mo II 202,030; Ni II 231,604; P I 213,618; S I 182,034; Pb II

Al T 237,312; Ba II 455,403; Be II 313,107; Ca II 317,933; Ca II 318,128; Fe II 271,441; Fe II
275,574; La II 333,749; Mg II 279,079; Mn II 257,610; Sr II 421,552; Ti II 337,280; V II

292,402; Y II 371,030; Zr II 339,198

Si I 390,552, paguaabHblii
0030p IIIa3MbI

AlT394,401; CuI324,754; K1766,490; Li1670,784; Na1589,592; NaI818,326; Mg I285,213

Ta6mauua 2. J[uanasoHbl OnpeneasieMblx COIEP/KaHUN MaK-
POKOMIIOHEHTOB B T€0JIOTUIECKHUX 00pasIax

KoMmomenT Ananuruueckas I[I/IaHaSOHVOHpeZ[eJIﬁeMbIX
JIMHUA, HM CoepKaHnud KOMIIOHEHTa, %

ALO, 394,401 0,02 - 16
237,312 15-30

Fe,0, 275,574 0,01-12
271,441 10 - 40

MgO 285,213 0,01-3
279,079 1-15

CaO 317,933 0,01 -15
318,128 12-30

Na,O 589,592 0,05-5
818,326 4-15

P,0; 213,618* 0,001 - 0,075
213,618%* 0,07 -2

K,0 766,490 0,02-5

MnO 257,610 0,01-2

TiO, 337,280 0,01 -2

Si0, 212,412 25-100
390,552

S 182,034 0,002 -2

IIpumeuanue. * — akCHATBHBIA 0030p IIA3MbL; ** — pa-

IUATBHBIN 0030p IIA3MBI.

rkmaBax HotBlock 200 mpoussomcrea Environmen-
tal Express (CIITA). [l rpagyupoBKH HCIIOIb30BA-
au kpemuui grcroTor 99,999 % u I'CO ropubIx 110-
pox u pya: CI'JI-2A u CCg-1 mpousBoacrea 'EOXU
CO PAH (r. Upxkyrck); CO-20 mpoussogcrea OAO
«3CHUIL]» (r. Hoeoxysuerk); CHC-1 u IBT mpous-
BoacrBa HUW npurnannoit pusuru ®PT'BOY BIIO
«VIpKyTCKME  TOCYyJApCTBEHHBIH  YHUBEPCUTET»;
0OCO 48-85 mpoussozacrea 3AO «IlenTpreoananur»
(r. Kaparauga). 9tu cranmapTHbIe 06pasiibl B J0C-
TaTOYHO ITOJHON Mepe OTPaKAIOT Coep:KaHue orpe-
JeITeMBIX KOMIIOHEHTOB B PA3HOOOPA3HBIX T€OJIOTH-
YEeCKMX MaTepuaiaX W IO3BOJAIOT ITOCTPOUTH Tpa-
IyUPOBOYHBIE 3aBUCHMOCTH B TUATIA30HAX CO/IEPIKA-
HUM, yKa3aHHBIX B Ta0I. 2.

OG6cy:xneHue pes3yabTaTOB

Msr paspaboranu cxeMmMy IpPUMEHEHUS TPagyH-
POBKHM B OTHOCHUTEJIBHBIX KOHIIEHTPAIIUAX JJISA Teo-
JIOTHYECKUX MaTepuaysioB. B mepBoM npubnumsxeHun
dopmyay (1) ¢ yueTom moTepsh MPH MPOKATUBAHUN
(I.I1.II.) MOYKHO ITePeIIncaTh CIeAYIIIuM 06pasom:

CSi02 +CA1203 +CFe203 +Ca0 +---
ot Cgt. 4C g0, + 1.1 1. =100 %. (2)

XoTsa B JEeHCTBUTENIHHOCTH 3JIEMEHTHI B HCXO[I-
HBIX IPob6ax HAXOMATCI B COCTABe Pa3HOOOPA3HBIX
MUHEPAJIOB, 3Ta ()OpPMyJia CIpPABEIINBA, TaK KaK B
uTore OOJBIIMHCTBO MHHEPATIOB MOKHO 3aIIHUCATh B
BH/Ie OKCHJOB. 3allWCh MATPUYHBLIX DIEMEHTOB B
BH/Ie OKCH/IOB ABJAETCA TPAAUIIMOHHOH IIPU BBITOJ-
HEHUU CUJIMKATHOTO aHAINW3a Te0JIOTHIYECKUX MaTe-
puaios [2]. B 6oibInHCTBE CBUIETENILCTB HA CTAH-
IapTHbIE 00pasIbl MATPUYHBIE BJIEMEHTBI TOPHBIX
Iopoj yKasaHsl B Bue okcumos: Si0,, Al,05, CaO,
MgO, Fe,O5, Na,O, K,0, P,0O5, MnO, TiO,. B ypas-
HEeHHEe 2 MbI BKJIIOUHUIN BCE 3JIEMEHTHI B BUJE€ OKCH-
OB, KpoMe cepbl. JlocTaTogHO YacTo Takue diIeMeH-
ThI, Kak Ba, Sr, Zn, Zr, mnpucyTCTBYIOT B GOIBIINX KO-
nuuectBax, yeM P, Mn, Ti. [lss cepsl ObLIO creaaHo
WCKJIIOUEeHUe, TaK KaK OHA MOKeT ObITh CBA3aHA C
IPYTUMH 3JIEMEHTAMH He TOJIBKO Yepe3 KHUCIOPO/.

Ecnu B popmysnie (2) m.m.11. IepeHECTH B IPABYIO
yacTh YpaBHEHHUSA W BCe UYIEHbI YPaBHEHUs pasjie-
auTh Ha cozpepsxanue Si0y, TOIYUUTCS:

CA1203 N CA1203 N Czro2 ~100% - m. . 1.

.. -1 (3)
Csio, Csio, Csio, Csio,

B neBoii yactu ypaBueHus (3) HaXOAATCA OTHO-
CUTEeIbHbIE KOHIIEHTPAIIUA — OTHOIIIEHHUA COqep:Ka-
HUPM KOMIIOHEHTOB K COAEPKAHHI0 MATPUIHOTO KOM-
moHeHTa (B ClIydae CHIMKATHBIX MaTepUaloB —
Si0,). C ucnons3oBaHUEM TPATYUPOBOYHBIX PACTBO-
POB MOKHO TIOCTPOUTH 3aBHCHUMOCTH, KOTOPaA I
KaXXIOTO KOMIIOHEHTA CBA3BIBAET OTHOCUTEILHBIE
WHTEHCUBHOCTH (COOTHOINIEHWA WHTEHCHUBHOCTEH
JIMHUH 3JIEMEHTOB M KPEMHHS) C OTHOCHTEIbHBIMU
KOHIIEHTPAIUAME (COOTHOIIIEHUAMH MAaCCOBBIX M0-
Jell KOMIIOHEHTOB M OKcHaa Kpemuwud). lIpmmep
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Takoii saBucumoctu (mia Al,O;) mpuBemen Ha
pHUCYHEeE.

B mporiecce amammnsa HEM3BECTHBIX P06 CIIEK-
TPOMETpP W3MEePSeT WHTEHCUBHOCTH JIUHUHA IIEMEH-
TOB, KOMIIBIOTEP [TEPECUUTHIBAET OTH 3HAUECHUS B OT-
HOCHUTEJIbHbIE WHTEHCHBHOCTH, KOTOPbIE, UCXOMII W3
rPajyupPOBOYHBIX TPAQUKOB, IEPECIUTHIBAIOT B OT-
HOCHUTENbHBIE KOHIeHTpanuu. llamee stu OTHOCH-
TeJbHbIe KOHIIEHTPAIIMH TOJICTABIAIOT B YPABHEHNE
(1) u ¢ yueToM HM3MEpPEHHBIX HE3ABHCUMO IIOTEPh
npu npokamusanuu paccautbiBaor Cgo . Ilocme
9TOTO, WCXOJS W3 OTHOCUTEIbHBIX KOHIIEHTPAIIHM,
MOSKHO PaCcCUMTAThH MACCOBBIE JIOJIM KaKIOTO KOMIIO-
HEHTA B aHAJIU3HUPyeMOoM 00pasIre.

IIpu BBIMONHEHUM aHAIW3a 06PASIIOB C TPALYH-
POBKOH B OTHOCHTENBHBIX KOHIIEHTPALMAX HE00XO-
MO COOJIIOATH CIIEeAYIOIIHe IPaBUiIa;

obecrieyuTh TMOJHBIA TIEPEeBO] KOMIIOHEHTOB B
PacTBOP ¥ WCKJIIOUHATH WX MOTEPI0 B BUIE JETYIUX
COeTMHEeHUH;

OIpeNeNiTh BCEe KOMIIOHEHTBI, COIEP:KAHHEe KO-
TOphIX B o6pasie mpesbimaer 0,001 % mace; cymma
MIpUMeceH, Cofep:KaHre KOTOPBIX HAXOMUTCA HUIKE
0,001 %, He orasbpIBAET BAUAHHUA Ha MOTPEITHOCTH
oIpeie/IeHus MAaTPUYHBIX KOMIIOHEHTOB;

KCIIOJIb30BATh PEAKTHBBI JOCTATOYHON CTEIeHU
YHUCTOTHI, TAK KaK X0JIOCTAsd MPoba B 3TOM BApHAHTE
BBITOJTHEHUS aHAIN3a OTCYTCTBYET.

IIpu TpPUTOTOBIEHWU HYJIEBOTO PACTBOpA JIJIA
rPajyupPOBKU B OTHOCUTEIBHBIX KOHI[EHTPAIUIX Ha-
BecKy KpemHuAa maccoit 0,0935 r momemanu B aBTO-
knas, pobasnsaau 3 em® Bogwl, 1 em® HNO,, 1,5 em3
HE Astornassl HarpeBaiu B Tederue 30 MUH B CHC-
teme HotBlock 200 mpu Temmeparype 180 °C. Pac-
TBOP TEPEHOCHUIH B IIACTUKOBYI0 MEPHYIO KOJIOY
oobemom 100 cm3, mobasmamu 16 cm® HCl, 10 cm?®
4 %-moro pacrBopa H;BO;, moomguau obwem pac-
TBOPA JI0 METKH BOJOU U IT€PEMEITUBaIIH.

Jls1i TPUTOTOBIIEHUST OCTAIBHBIX TPALYHUPOBOU-
HBIX pacTBopoB HaBecku ['CO ropHbIX MOPOA U Py,
yKasaHHbIX BbIlIe, Maccoi 0,1 r mepeBomguan B pac-
TBOp B /iBe cTaauu B aBTokjiaBax. Ha mepsoit cra-
num mcnoab3osanu cmeck 8 em® HCI, 0,3 em® HNO,
u ot 0,3 mo 0,8 cm® HF. Konuuecrso HF 3aBucur or
comep:xanusa SiOy. OKCIEPUMEHTHI ITOKA3aJIH, YTO
IUIS PACTBOPEHHUS MATEPHAIOB, COIEP:KAIUX MeHee
30 % Si0,, nocraTouno 0,3 cm® HF; mma pacrsope-
Husa 00pasios, comep:xamux ot 30 mo 50 % SiOy —
0,6 ecm?® HF, ipu comepsxanuax SiO, 6oabiie 50 % —
0,8 cm®> HF. Ha Bropoit craguum BBOmMIU b5 cM3
4 %-moro pacreopa H3;BO;. AToknasbl Harpesamu
B cucreme HotBlock 200 mpu Temmeparype 180 °C B
TeyeHre 60 MUH Ha IIepBOM craguu U 15 MUH — Ha
BTOpOU craguu. [loyueHHbIe PACTBOPBI EPEHOCH-
JIA B TIOJIMIIPOITAIEHOBBIE TIPOOUPKH, TOBOIUIH 00h-
em 10 metku 50 cM® Bojol M mepememmBanu. Pac-
TBOPBI OBLIN MPO3paYHLIMU 0e3 ocaaka, 4TO CBUIE-
TeIBCTBYET 0 mojIHOM pactBoperun ['CO.

OrHOCHTeNbHAS HHTEHCUBHOCTH, Ia)/Ig;

0,02 006 0,1

0,14 0,18 022 026 03
Ornocurenbras kounenTpanud, Ca1,0,/Csio,

0,34 0,38

I'paduk B oTHOCHTENBHBIX KOHIleHTparuax aiast Al,O,

C ucmonbp3oBaHMeM OTHUX M TEX K€ PACTBOPOB
OBLIN ITOCTPOEHBI TPAAYHPOBOUHBIE rpaduru: 1) B
OTHOCHUTEIbHBIX KOHIIEHTPAIUAX; 2) B aOCOTIOTHBIX
WHTEHCUBHOCTAX; 3) C BHYTPEHHUM CTAaHIApPTOM —
In, xoTopswIil M06aBIAIN BO BCe PACTBOPHI B KOH-
neurparuu 10 mer/em®. IIpu ucnonbsoBanuu In B
KayecTBe BHYTPEHHEro craHmapra JuHum Si |
212,402 um u Si I 390,552 um (cM. Tabia. 1) Obuin 3a-
menenbl Ha JjaumHEH In II 230,606 aM uw In I
325,609 am. KosddurmenTs! KOppendanuu Bo Bcex
caydyagx He OTIMYATCA APYT OT APyra U HUMEoT
suavenusn 6osuee 0,999, yTo mMoATBEPIKIAET BHICOKOE
kadectBo arrecranyu ['CO pasnudHbBIX MPOU3BOIH-
Tejllell W IIOJHOE PACTBOPEHHE MATPUYHBIX KOMIIO-
HEHTOB CTAHIAPTHBIX 00PA3IIOB.

YUrobbl OIEHUTh 3HAYEHWUS IOBTOPIEMOCTH U
MPOMEIKYTOYHON MPEIU3UOHHOCTH, IPOAHATHU3H-
pOBaIM HECKOJbKO MHAPTHH TeOJOTHYECKHX IIPOOD.
Pesynprarer sToro skcmepumenta (tabmi. 3, 4) 1mo-
Ka3bIBAIOT, YTO IIPU TPAAYUPOBKE C HCIIOIH30BAHU-
em I'CO ropHbIx m1Opo;:

meton ADC-HCII obeceanBaeT IOBTOPIEMOCTh
pe3ynbTaTOB ONpeaeeHus MATPUIHBIX 3JIEMEHTOB
Ha ypoBHE 1 % OTH., YTO IPUMEPHO COBIAIAET C II0-
BTOPSIEMOCTBI0O H3MEPEHHH BBIXOAHBIX «UHUCTHIX»
curaanoB crekrpomerpa iCAP 7400 Duo, yxazan-
HOU B MeTOJUKe II0BEPKU;

HCIIOIb30BAHUE TPATYUPOBKU B OTHOCUTEIBHBIX
KOHIIEHTPAIUAX 00ecreynBaeT Iy4IIyil0 TOBTOpsIe-
MOCTB ¥ MIPOMEKYTOUHYIO MPEIH3NOHHOCTD 10 CPaB-
HEHHIO C [PYTUMHU BapHAHTAMU TPALYHPOBKH;

IIpUMeHeHHe BHyTPeHHero craHgapra In B KoH-
nenTpanuu 10 MKr/cM? NPUBOAWT B OCHOBHOM
K YXYAIIEHHUI0 3HAYEHHWH TOBTOPSIEMOCTH W IIPOMe-
JKYTOYHOM ITPEITU3UOHHOCTH.

YiiydiieHre MeTPOJIOTHYECKUX XapaKTEPUCTHK
merona AJC-UCII npu ananuse reoorndyecKux Ma-
TEPUAJIOB C WCIIOJIb30BAHUEM TPAIYHPOBKH B OTHO-
CUTENHHBIX KOHIIEHTPAITUAX MbI CBA3BIBAEM CO ClIe-
OyIOIUMHU PaKTOPaMU:

13 OOIIel MOTPEITHOCTH AHATN3a HCKII0YAI0TCA
IIOTPEIIHOCTH B3BelnBaHuA obpasia maccoi 0,1T
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Ha aHAJUTUYECKUX BecaxX U JOBEIEeHHsA pacTsopa o
KOoHeuHOro obbema 50 ¢M>, OTCYyTCTBYIOT J03HMPOBa-
HHEe AaJWKBOTHOH 4YacTH PACTBOpPA BHYTPEHHETO
CTaHIAPTA U CBI3aHHAA C 9TUM IIOTPEIIHOCTb;

WHTEHCUBHOCTH JIMHHWN BHYTPEHHErOo CTaHIap-
Ta — BJIEMEHTa OCHOBBLI — HMEIOT BBLICOKHE 3HAaue-
HHS U He TOJBEPKEHBI CIIeKTPAIbHBIM HAIOKEHUIM
OT [OPYTHUX DIEMEHTOB; KOHIIEHTPAIUA KpPEeMHUS
(500 — 2000 mEr/cM3) B JecATEM — COTHHM pas Ipe-
BOCXOIWT KOHIIEHTPAIIMH BHYTPEHHEro CTaHmapTa
(1 - 25 mEr/cM®), KOTOpPBIe 0OBIMHO BBOJAT B aHAJH-
3UpyeMble PACTBOPHI;

OTHOIIIEHUS WHTEHCUBHOCTEH JIMHUN M3MEPAIOT-
cA TOuHee, yeM abCOJNIOTHbIE 3HAYEHHS WHTEHCHUB-
HOCTEH, aHAJIOTUYHO TOMY, YTO ABYXJIYYEBBIE CIIEK-
TPOMETPHhI IEeMOHCTPHPYIOT 60Jiee BBICOKYIO TOY-
HOCTb U3MEPEHUH 110 OTHOIIEHHIO K OJHOJLyYEeBbIM.

Hcrmouenriem 13 0O0IeH TEHICHIIMU YJIydIlle-
HHUA METPOJIOTUYECKUX XapPaKTEePUCTHUK METOHA aHa-

Ta6mauma 3. OTHOCHTENbHOE CTAHAAPTHOE OTKJIOHEHUE IT0-
BTOpAEeMoCTH, % oTH. (n = 20)

au3a okasasica gocdop. YXyalleHne MeTpPoIoTHde-
CKHX XapPaKTEePUCTHUK IIPHU ompeneneHuu gocdopa,
XOTA W IpueMsieMoe, Tpedyer MOMOJIHUTEIbHBIX HC-
CclIeIOBaHUMH.

B Tabn. 5 mpuBemeHBI pe3ynbTAThl aHATH3A
I'CO ropubIx IOpPO], HE YIACTBOBABIINX B IOCTPOE-
HUW TPAIyMPOBOYHBIX TPAQUKOB, OHU IE€MOHCTPH-
PYIOT XOpoliiee COBIAEHNE C aTTECTOBAHHBIMU Xa-
PaKTEPHUCTUKAMH.

3akjaroueHue

Takum obpasom, Ipu aHAIN3E TE0JOTHIECKUX
marepuanaos Mmerogom AJC-HCII rpagyupoBka B ot-
HOCHTEJIbHBIX KOHIIEHTPAIUAX 00eCIeYynBaeT JIyd-
IIIM€ METPOJIOTHYECKHE XaPAKTEPUCTUKH II0 CPABHE-
HUIO C JPYTMMH BApWAHTAMY TPAIYyWPOBKHU 32 CUET
HCKJIIOUEHUs MOTPEIIHOCTH B3SITHS HABECOK 00pas-
[I0B ¥ TOTPEIIHOCTH MEePHOM MOoCyabl U3 O0IIel I10-
TPEIIHOCTH aHAIN3a, 00Jiee TOYHOTO U3MEPEHU OT-

Ta6mauma 4. OTHOCHTENbHOE CTAHAAPTHOE OTKIOHEHHUE
TIPOMEKYTOYHOH IPEeU3UuOHHOCTH, % oTH. (n = 10)

Muanazou CBI;f;a}?Ii I;III)/IO- C;:f}fi?:&o_ CBIEI{alfrﬁEEIO Juanazou p(;Blg;a}ﬁi I;I-H pg;iiiiﬁ;l CBI;EZ{aIfIz,III:I/I}I)/IO
Kommo- ~ CTPEACHEMBIX rpacukamu rpadpuraMu rpadukanm B Kommo-  CTPEACHEMBIX rpacurkamu rpadpuraMu rpadukavy
W o DI SO T o AN RO e
Ao cuBHocTAX  gmaprom In  OHHEH- frond cuBHocTAX  gmaprom In  OHHEH-
TpanuIx TpanuIx
Al 0,4 5,0 - 20,0 14 1,7 1,3 Al,0,4 5,0 - 20,0 2,0 2,4 1,8
CaO 0,25 - 15,00 1,2 1,6 1,1 CaO 0,25 - 15,00 1,7 2,2 1,5
Fe,O4 0,50 - 15,00 14 1,6 0,5 Fe,O4 0,50 - 15,00 2,0 2,2 0,7
K,O 0,50 - 5,00 2,8 2,2 0,7 K,0O 0,50 — 5,00 3,9 3,1 1,0
MgO 0,10 - 15,00 1,3 2,2 0,5 MgO 0,10 - 15,00 1,8 3,1 0,7
MnO 0,030 - 0,500 1,5 2,1 1,0 MnO 0,030 - 0,500 2,1 2,9 14
Na,O 0,50 - 10,00 2,2 2,0 1,2 Na,O 0,50 - 10,00 3,1 2,8 1,7
P,0O4 0,010 - 0,300 1.5 1,2 2,5 P,04 0,010 - 0,300 2,1 1,7 3,5
Si0, 40,0 - 75,0 1,1 2,1 0,4 Si0, 40,0 - 75,0 1,5 2,9 0,6
TiO, 0,050 - 2,00 1,7 1,9 0,5 TiO, 0,050 - 2,00 2,4 2,7 0,7
Ta6auma 5. Pesynsrarser ananusa 'CO ropubix mopon, %
CT-2A (I'CO 8671-2005) CI'-3 (I'CO 3333-85)
KomnonenT
ArrecroBano C,,, * & Haiineno, C = A ArrecroBano C,,, *+ & Haiineno, C = A
Al,Oq4 14,63 = 0,17 14,73 = 0,50 10,64 = 0,07 10,79 = 0,36
CaO 10,42 = 0,14 10,38 = 0,31 0,32 = 0,03 0,28 = 0,01
Fe,O4 14,62 = 0,14 14,46 = 0,20 4,60 = 0,07 4,70 = 0,06
K,O 0,46 * 0,02 0,45 = 0,01 4,64 = 0,06 4,70 = 0,09
MgO 7,51 = 0,17 7,50 = 0,10 0,10 += 0,02 0,082 = 0,001
MnO 0,21 = 0,01 0,218 = 0,006 0,120 = 0,005 0,132 = 0,004
Na,O 2,32 = 0,09 2,41 = 0,07 4,24 * 0,05 4,32 + 0,13
P,0; 0,17 = 0,01 0,17 = 0,01 0,024 = 0,003 0,022 = 0,001
Si0, 47,99 = 0,19 47,52 = 0,57 74,76 * 0,15 74,23 = 0,89
TiO, 1,59 = 0,05 1,57 = 0,02 0,26 + 0,01 0,284 = 0,004
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HOIIEHWH WHTEHCUBHOCTEH JTHUHUHI OIpereIaeMOoro
KOMIIOHEHTA ¥ OCHOBBI.

Merton B coueranuu c pacTBOpeHHEM B HArpe-

BaeMbIX aBTOKjJaBax B cucreme HotBlock mosker
OBITH TaK:Ke IPUMEHEH I BBIIOJHEHUS CHIUKAT-
HOTO aHaJIM3a 30JIbl YIJI U He(TEIIPOIyKTOB.
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NCCJIENOBAHUE MUKPOCTPYKTYPBI CTAJIEH
MAPTEHCHUTO-BEMHUTHOI'O KJIACCA 1 HUKEJIEBBIX CIIJIABOB
TP MOJAEJINPOBAHNU PE;RKNMOB TEPMOOBPABOTRKHU
JAJIATOMETPUYECKUM METO/JOM
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Poccus, 191015, C.-IlerepOypr, yu. lllnanepuas 49; *e-mail: mail@crism.ru

Cmamws nocmynuaa 6 nosbps 2018 2. ITocmynuaa nocae dopabomru 18 anpeas 2019 e.
Ipunsama k nybaurayuu 23 anpeas 2019 e.

IIpencrasmenbl pe3ynbTaThl UCCIENOBAHUI ¢ UcHoIb3oBanueM auaaromerpos DIL 805A/D (TA
Instruments) u DIL 402C (Netzsch). lunaTomerprudecknii aHains I03BOJISET He TOJIBKO OIpe-
JIeJIITh TeMIIePaTyPHBIH K0d()(PUIIMEHT JIMHEHHOTO PACIIMPEHNS U TeMIIeparypsl ha30BbIX IIe-
PEX0/I0B, OIEHUBATH KHHETUKY IIPEBPAIIEHHIA, HO TAKKE MOIEIUPOBATH PEKUMbI TEPMUIECKON
00pabOTKH, BBIABIATH C MOMOIIBI0 BAKYYMHOTO TPABJIEHWS PasMephbl OBIBIIETO ayCTEHUTHOTO
3epHA, COBEPIIIEHCTBOBATH TEXHOIOTHY TEPMUYECKOH ¥ TEPMOMEXaHNIECKOH 00paboToOK crasei
u caBoB. JIns cTasedl MapTeHCHTHOrO ¥ MapTeHCuTo-OedHuTHOro KiaccoB (38XMA,
38XH3M®A, 20X3HM®A) npuBeneHs! pe:KiMbl BAKYYMHOTO TPABIEHHUI B KAMEPe [UIaTOMeT-
Ppa, OIleHEHO BIUsHNE TepMOoed)OPMAIMOHHBIX IAPAMETPOB Ha PasMep ayCTeHUTHOrO 3€pPHa, T10-
KasaHa 3()(PEeKTUBHOCTH METO/[A TP OIPEIeTIEHUH Pa3MEPOB 3€PHA B CPABHEHHUH C TPAIUIIAOH-
HBIMU criocobamu Tpasnenusd. [Ipyu MoxeaHpoBaHuy PEKIMOB TEPMUIECKOL 00Pab0TKY AUIATO-
METPHUYECKHM METOJIOM HCCIAENOBAIN TaKKe MUKPOCTPYKTYPY HEEKeJIeBoro criaBa XH55MBI]
(UC57). Tlokaszanb! u3aMeHeHUs1 pasMepa ¥ MOP(OJIOTUN 3€PEHHON CTPYKTYPhI Marepuaia Ha
PpasHbIX dTanax ero o6paborku. Pesynbrars! ncciaeqoBaHui HCIIOAB30BATIH I KOPPEKTUPOBKH
JEUCTBYIONIUX PEKUMOB TEPMOOOPAOOTKH, UTO TO3BOJIMIIO TIOMyYUTh PABHOMEPHYIO MEIKO3€ep-
HUCTYIO CTPYKTYpy. KoMIutekcHoe mprMeHeHre JHUIaTOMETPHIECKOr0 ¥ MeTaLIorpadudecKoro
AQHAJIM30B TI0CJIe BAKyyMHOIO TPABJIEHUS MATEPUANA IOBBIIIAET SKOHOMUYECKYIO 3(P(eKTHB-
HOCTH TIOMy4eHUsI TPeOyeMOHd MHUKPOCTPYKTYPBI C IIOMOIIBI0 TEPMHYECKOH U TePMOMEXaHUde-
CKOM 00paboTOK 3ar0TOBOK.

KiroueBsblie cIoBa: BakyyMHOE TPaBIIEHHE; AUIATOMETPUA; OKUCIEHNE; MOAEIUPOBAHUE TEP-
M000paboTKH; 1ehopMAaIFOHHO-3aKaJI0UHbBIH [AIATOMETD; MUKPOCTPYKTYPa; (pasoBble IpeBpa-
IIeHUs.
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We present the results obtained using the equipment available at the Center for collective use “Composi-
tion, structure, properties of structural and functional alloys” NRC “Kurchatov Institute” — CRISM
“Prometey”: DIL 805A/D (TA Instruments) and DIL 402C (Netzsch) dilatometers. Dilatometric analysis
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which provides determination of the temperature coefficient of linear expansion and the temperature of
phase transitions, as well as evaluation of the transformation kinetics, can also allow simulation of heat
treatment modes to identify the size of the former austenitic grain using vacuum etching and conduct the
research aimed at improving the technology of thermal and thermomechanical processing (TMO) of steels
and alloys. The experiments were carried out both in vacuum and in dynamic helium atmosphere. The
main methodological difficulties that we have faced with are described. For steels of martensite and
martensite-bainite class (38KhMA, 38KhN3MFA, 20Kh3NMFA) conditions of vacuum etching in the
chamber of the dilatometer are specified. The efficiency of the method for martensite-bainite steels in de-
termination of the grain size compared to traditional methods of etching is deminstrated. The effect of
thermodeformation parameters on the size of austenitic grain is estimated. When modeling the heat treat-
ment modes by the dilatometric method, the microstructure of KhN55MVTs nickel alloy was also ana-
lyzed. Changes in the size and morphology of the grain structure at different stages of heat treatment are
revealed. The obtained results were used to adjust the current modes of heat treatment and obtain a uni-
form fine-grained structure. The combined application of dilatometric and metallographic analyzes after
vacuum etching of the material decreases the production costs attributed to obtaining the desired
microstructure upon thermal and thermomechanical processing of the products and blanks.

Keywords: vacuum etching; dilatometry; oxidation; modeling of heat treatment; deformation-quenching

dilatometer; microstructure; phase transformations.

Beenenune

[Ipu Tepmudeckoit 06paboTKe METAIITIOB U CILIA-
BOB BaJKHEUIIME IapaMeTpbhl, ONpEeAeAlue pe-
3y/nbTaT, — CKOPOCTb HArpeBa M OXJIaKIEHUT, TEeM-
mmepaTypa, BpeMs H30TepMUIecKo# BeIgep:kKu. [Ipo-
HCXOMAINNe B Marepuane (pazoBble IIPEBPAICHUS
BJIMSAIOT HA BUJ TEPMOOOPaOOTKY, KOHEUHYIO0 CTPYK-
TYpY ¥ (PHUBUKO-MeXaHHIECKHe CBOHCTBA MeTalIa.

[Tomyuyenne MHKPOCTPYKTYpBI, obecredmBa-
oIed TpebyeMble CBOMCTBA, B YCIOBHUAX MTPOU3BOJI-
ctBa 6e3 mpeqBapUTENIbHBIX HCCIEIOBAHUH, Kak
MPABUJIO, CBA3aHO C PHCKOM IOJIydeHHd Opaka, Ko-
TOPBIA TOABKO B OTHAEILHBIX CIy4asx MOKHO HCIIpa-
BUTH [IOIIOJIHUTEIBHOM TEPMO0OPAOOTKOM (YacTo Ta-
Koi Opak HemcrmpaBuMm). B cBs3u ¢ 5TUM B HACTOHA-
Iee BpeMsd 3a/ada MOJEIUPOBAHUS TIPOIECcCoB (ha-
30BBIX IIPEBPAIEHHI C IPUMEHEHHEM COBPEMEHHO-
r0 HAy4YHO-HCCIE0BATEIbCKOTO0 000pyIOBAaHUA BCE
OoJiee aKTyasbHA.

[Ipu wsyyeHuw KWHETWKM TIPEBpPAIEHUH B WC-
CIIeTOBATEIbCKONH M IIPOU3BOJCTBEHHON IIPAKTHKE
00JIBIII0E PACIIPOCTPAHEHHE IIOIYUHII JUTATOMETPH-
YECKHW# METO]l, OCHOBAHHBLIA HA M3MEPEHUU YIJIH-
HEHHs 06pasia B 3aBUCUMOCTH OT TEMIIEPATYPHI U
BPEMEHH U MO3BOJIAIOMINHN H30€KaTh GOIBIINX Bpe-
MEHHBIX ¥ 9KOHOMHMYECKHX 3aTpar. MeTox maeT Bo3-
MOKHOCTh HCCJIE0BATh (pa3oBbIe IIPEBPAIleHHSI B
3aBHCHMOCTH OT HW3MEHEHUH MHUKPOCTPYKTYpPhI B
IpoIecce MOJeNIHpPOBaHus TepMoobpaborku. OreH-
Ky MHUKPOCTPYKTYPHI IIPH 3TOM MOYKHO ITPOBOUTD,
KCITIONIb3Ys BAKYYMHOE TPABJIEHUE HEIIOCPEICTBEHHO
B mporiecce skcnepuMenTta. OgHAKO B 9TOM ciIydae
BaKHO YYUTHIBATH 0COOEHHOCTH BAKYYMHOH [UIATO-
METPHUH.

Ienp paboTel — mCCIeOBaHHE MHKPOCTPYKTY-
pbl cTajell MapTEeHCUTHOTO U MapTEHCUTO-OEeHHUT-
HOTO KJIACCOB M HUKEJIEBBIX CILIABOB IIPU MOJIEIHPO-
BaHHUU PEKUMOB TEPMO0OOPAOOTEM 00PasI[0B AUIATO-
METPHUYECKUM METOIOM.

Meroguka u 060pyxoBaHHE

JlumaToMeTpUUeCKUi aHaIW3 TO3BOJSET He
TOJIBKO OIMPENeIATh TeEMIIEPATYPHbINA KOd(P(UIIHeHT
munerinoro pacmiupenus (TKJIP) u temmeparypst
(hasoBBIX MEPEX0I0B, OIEHUBATH KWHETHUKY IIPeBpa-
II[EHU, HO TAK/Ke MOJETUPOBATh PEKMUMbI TEpMUYe-
CKOHl 00pabOTKH, BBIABIATH pasMephbl OBIBIIIETO
ayCTEeHUTHOTO 3€pHA, COBEPIIEHCTBOBATH TEXHOJO-
TUU TEPMHUYECKOM U TEPMOMEXaHUIECKOH 00paboToK
(TMO) craneit u crIaBoB.

HccnemoBamu 06pasifsl CTajeldl MApTEHCHTHOTO
U MapTeHCUTHO-OefinuTHOTO KiaaccoB (38XMA,
38XH3M®A, 20X3H®PA) um HHKeIEeBOro CIuiaBa
XH55MBII (UC57) munuaapudeckoii popMbI aua-
merpoMm 5 u gmuuoit 10 mm. Kubertury ¢asoBbix
MpEeBpAalleHul AHATU3UPOBAIH C IOMOIIILI0O BHICOKO-
CKOPOCTHOTO 3aKAJI0YHO-1e()OPMAI[IOHHOTO [TUIATO-
merpa DIL 805A/D (TA Instruments) u guaaromer-
pa DIL 402C (Netzsch), mukpocTpykTypy — € mHomo-
I[BI0 OIITUYECKOTO WHBEPTHPOBAHHOTO MHKPOCKOIIA
AxioObserverAl.m, ocHAIlEHHOTO CHCTEMOH IHp-
poBoro ananmusa usobpaxenuii. Pasmep sepua ormpe-
nensanu B coorBerctBuu ¢ ['OCT 5639 mo meromy
CEeKYIIUX.

PesynabraTsl u o6Cy:KaeHHE

Baxyymnoe mpassnernue. B MapTEeHCHUTHBIX ©
MAapTEHCUTO-0EHHUTHBIX CTANAX I BBIABICHUA
TPaHMI] ¥, KaK CJIEICTBHE, OIPEIeIeHHUsI pPasMepoB
OBIBIIIEI0 AYCTEHUTHOTO 3€pPHA HEOOXOAHM II0Z00p
cocTaBa TPABUTENA, €r0 KOHIIEHTPAIIUH, PEKUMOB
TpaBlIeHUs.

XuMudecKoe TpaBlieHHe He BCeraa IM03BOJISeT
KAUueCTBEHHO BBIABUTH TPAHUILI OBIBIIIHUX AayCTe-
HUTHBIX 3€PeH, IOCKOJbKY ITOMHMO CAMHX TPAHUII
BBITPABJIMBAETCA TaK:Ke BHYTPEHHSS CTPYKTypa
06pasIfoB.
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Puc. 1. Muxkpocrpykrypa cranu 38XMA mocie Tpasiaenuii B 4 %-M COHPTOBOM PACTBOPE a30THOW KHUCIOTHI (@), B PeaKTHUBE

Mapmanna (6) u BakyymHoro Tpasienus (8)
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Puc. 2. Jlunaromerpudeckue KpuBble IpU IIpu Harpese (a)
u oxnaxnenu (0) (cranp 38XMA)

Bakyymuoe TpasiieHue Ipeamojaraer IIOATro-
TOBKYy B TPOAOJBHOM CEYEHWH 00pasiia MHKPO-
nuga, KOTOPBIA 3aTeM ITOMeIaeTcs B KaMepy Iu-
jJaToMeTpa.

Ha puc. 1 npusegena crpykrypa cramu 38XMA
(I'OCT 4543) mmocne Tpasnenusa. Bumuo, uTo rpanu-
bl GBIBIIETO AYCTEHHUTHOTO B3epHA 3HAUYMTEIHHO
sydrne (1o CPaBHEHUIO C PACTBOPOM a30THOMW KHCJIIO-
ThI) BBIABIAIOTCA B peaktwBe Mapmaimma [6], o
caMa IIpoIeAypa TpaBieHus 0ojiee TPYIOEMKAsd,
MPOXOAUT ¢ MHOTOYHC/ICEHHBIMH ITePeNIn(pOBKaAMHU.
O6paszerr mpu 3TOM TpaBuTcsa HepaBHOMepHO. OTMe-
THM, YTO B JAHHOM CJIy4ae HEBO3MOKEH IIO/ICUeT

pasmepa 3epHa C IIOMOIIBIO CUCTEM aBTOMAaTHYECKO-
T'O a”Ha/Inu3a.

Baxkyymuoe TpaBieHue OCyIECTBIISIN B KaMmepe
muinaromerpa DIL805A/D co creruanbubiM TYpOO-
MOJIEKYJISIPHBIM HacocoM (Temmeparypa — 910 °C,
BbIZIep:kKa — 250 ¢, CKOPOCTh HarpeBa W OXJIAKJe-
uust — 5 °C/c, Bakyym — 1076 mGap). B orimuue or
XUMHUYECKOTO OHO JaeT BO3MOYKHOCTH OBICTPO U Ka-
YEeCTBEHHO BbLIABUTH TI'PAHUIIbI 3€PEeH, IIPpU 9TOM
IIPpaKTU4YEeCKH He€ BbITpPAaBJIHWBasi BHYTPU3EPEHHYIO
CTPYKTYpPy. B masbHeiiem, UCIIONb3ys MOIyIeHHBIE
JaHHbIE, MOKHO OIIEPATHBHO OIIEHHWBATH pasMep
sepua B coorBercrBuu ¢ ['OCT 5639 xakx meromom
CpaBHEHWU CO IITKAJIaMU, TaK ¥ JPYTUMH CII0CO6aMu,
BKJIIOUAd MeTasIorpaduyecKkre MeTOIbl aBTOMATH-
3UPOBAHHOTO aHAIN3a N300PaAKEHHH C TIOCTPOEHUEM
FHCTOTPaMM pacIIpee/IeHus PpasMepPoB 3epeH.

IloMmuMO BbBISIBJIEHHWS T'pPaHMI] OBIBIIHUX ayCTe-
HHUTHBIX 3€PEH, C ITOMOIIbI0 BAKYyMHOTO TPABJIEHUS
OTIpeIesIAIA TeMITEPATYPhI (DA30BBIX TIPEBpPAIeHUH
MpY HArpeBe U oxXJaaskaeHuu. [lomydueHHbIe TUIATO-
MeTpUYecKre KpUBbIe IPUBENEHbBI HA PUC. 2.

Modenuposanue pexcumos mepmoobpabomkru.
Hcnonb3ysi MeTon AWIATOMETPHUYECKOTO aHAIH3a,
OIIEHWBAJIM BIMSHUE TeMIIepaTypbl HArpeBa Ha Be-
JuuuHy pasmepa sepHa ciiaa XH55MBIL (HC57),
IPpUMEHSIEeMOro, HaIpuMep, B BBICOKOTeMIIepaTyp-
HBIX DHEPTeTUYECKUX YCTAHOBKAX C TA30BBIM TEILIO-
HocuteneM [7 —9]. MogenupoBanu TakKe PEKUMBI
TepM0o0OpaboTKH 00pasa.

Ha pwuc. 3 mpencraBiensl pexuMbI TepMoobpa-
OOTKH ¥ COOTBETCTBYIOII[E MHUKPOCTPYKTYPbI CILIA-
Ba Ha KaKIOM 3Tarme. BUIHO, YTO MIPHU IOBBIIIEHUN
temmeparypb! Bbigep:kku (¢ 1000 mo 1100 °C) pas-
Mep ayCTEeHHWTHOTO 3epHAa YBEIWYUBAETCI. Takum
00pa3oM, MAHHBIN IOAXON TO3BOJSET MTPOCIEIUTD
“3MeHeHWe pasMepa ¥ MOP(QOJOTHH 3epeHHOH
CTPYKTYPBI CIUIABA P MOJEIHPOBAHUU TEpPMUIe-
CKOIT 00paboTKH.
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Puc. 4. Muxkpocrpykrypst 06pasios cranu 38XH3M®PA nocie sasepirenus gedopmariuu mpu 920 (a) u 980 °C (6)

Bausnue mepmodegpopmayuonuvix napamem-
po8 Ha padmep aycmeHUmMHoz0 3epHa. BaxyymmHoe
TPaBJI€HHE WCIIOJIb30BAIN I OIEHKH BIIHSIHUS
TepMoIepOPMAIIMOHHBIX TApaMeTpoB (0T HHX 3a-
BUCAT yJapHasd BA3KOCTb M XJIaJ0CTOMKOCTDH CTaJIeH
[10 — 12]) ua pasmep aycremuTHOro 3epHa. IIpormecc
MOJIyYeHHUsT TPYOHOU 3arOTOBKM W3 CpPEeIHEyIIepo-
IUCTOY BBICOKOIpPOuHOM ctamu Mapku 38XH3MDA

momenupoBaiu Ha kKomiwiekce GLEEBLE 3800 c
PasIUYHON TeMIepaTypoil OKOH4YaHWs aedopma-
muu [13].

Ha puc. 4 npuBemeHsl MHKPOCTPYKTYPBI 00pas-
II0B II0CjIe TepMooOpaboTKu u medopmanuu. Bumso,
YTO NpU OKOHYAHWH JAed)OpMalid B HHTepBae
HUJKHEro II0pora TEeMIIePaTyp PEeKPHUCTAIIH3AIINI
(920 °C, cpemmuii pasmep ayCTEHHTHOTO 3epHA —
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Puc. 5. Muxkpocrpykrypsr neperperoro (marpes mox medopmanmio 1250 — 1260 °C, cpenuuii pasmep sepua — 23 Mmrm) (a) u
mrratHoro (Harpes mox medopmarnimio 1230 — 1240 °C, cpenuuii pasmep 3epaa — 11,9 mrm) (6) obpasior cranu 38XH3MPA mo-

cJle OKOHYATEILHON TepM006paboTKH

Puc. 6. OxcupHas IIeHKA HA I[TOBEPXHOCTH MUKPOIILIN-
da u3 cramu 38XH3M®PA nocie BaKyyMHOrO TPaBIEHHS U
OXJIQIKIeHUs B aTMOchepe relus HOHWKEHHOH YHCTOTHI

11,9 MmEM) cTpykTypa 0ojiee paBHOMEPHAS IO CPaB-
HEHHIO CO CIydaeM OKOHYaHWsS aed)OpMAIUU BbI-
[le WHTepBajla TEMIEPATyp PEeKPHUCTAIIH3AIIII
(980 °C, cpemnmii pasmep ayCTEHHTHOIO 3€pHA —
16 MEMm).

[Ipu pesxkume 06pabOTEM, MCKIIOYAIONEM BIIHSI-
HUe HarpeBa ¥ BBIIEPKKH B IIPOI[ECCE TPABJICHUS HA
pasmep 3epHa (M3MeNbYeHWE MPH HATPEBE BBIIIE
KPUTHYECKOH TOYKHU Acg WM POCT BO BpeMs U30TEp-
MUYECKOW BBIJEPIKKHN), BBIABIATH TPAHUIIBI ayCTe-
HUTHBIX 3€peH BaKyyMHBIM TPABIEHUEM MOKHO He
TOJILKO HA MPOMEKYTOYHBIX CTAMUAX, HO M IIOCTE
OKOHYATEHLHOU TepMO00paboTKH.

Ha puc. 5 mpexpcraBienbl pesysiabTaThl HCCIIe-
IOBaHHUSI AayCTEHHUTHOTO 3€epHA O00pasloB CTAIH
38XH3M®A, mpousBefieHHBIX C MEPETPEBOM U II0
[ITATHOU TEXHOJIOTWH. B mporecce OKOHYATENHHOM
TepMO0O6PaABOTKY (3aKalKa U BBICOKHH OTIIYCK) ITe-
perperoro o0pasia M3MeJIbUueHHe 3epHA ayCTeHHTa

He 3a(DUKCHPOBAJIN. ITO IPUBEJIO K CYIIECTBEHHOMY
CHIKEHUIO yIapHOW BSI3KOCTH MeTajuia (HHKe J0-
IyCTUMOTO ypoBH:) [13, 14].

Ocobernocmu ucnvimaruil 8 saxyyme u OUHa-
Muueckoli ammocgepe zeaus. OCHOBHAA TPYIHOCTD,
BO3HHUKAOIIAA IIPH KCIIOJIbL30BAHUU METOa, — He-
00X0IUMOCTh KOPPEKTHPOBKH PEKUMA BAKYyMHOTO
TpaBlIeHUA B 3aBHCHMOCTH OT MAPKH CTAIU (XUMHU-
YECKOI0 COCTABA). JTO CBA3AHO C TEM, YTO JJIsI BHISB-
JIGHUS TPAHUI[ AYCTEHUTHBIX 3€PEH BBIIEPIKKY IIPO-
BOJAT IIPU TeMIlepaType BbIIle KPUTHYECKON TOUKHU
Acy. OTO MOMXKET TPUBECTH K M3MEHEHWIO pasMepa
3epHA W HCKAKEHWIO PEe3yJIbTaToB, IOCKOJIBbKY IJI
HEKOTOPBIX MApPOK CTa/IM BBIZEP:KKA OymeT ocyIie-
CTBIATHCI B TEMIIEPATYPHOM JUAIA30HE PEKPUCTAI-
nusanum aycreHura. Ilocie mInTeIbHbIX BhIIEP/KEK
Ha MOBEPXHOCTH MHUKPOLLIN(A MOTYT IIOSBJIATHCS
SIMKH TPaBJIEHH, KOTOPbIe HA N300PaKeHINH MUKPO-
CTPYKTYPBI OTOOPAKAIOTCA B BH/IE UEPHBIX TOYEK.
MOH{eT IIPOUCXOJUTH W CHJIbBHOE pacCTpaBINBaHHE
rpaHuil 3epex (cMm. puc. 3).

B ciyuae ucublTaHuiEl B IUHAMHUYECKOM aTMO-
chepe resrrsi BO3MOKHO OKHUCIEHHE ITIOBEPXHOCTH 00-
pasiia, IOCKOIBKY ITPH BBICOKOM CKOPOCTH OXJIAKIe-
HHSI HCIIONb3YIOT TEIHH MOHHMKEHHOHM YHCTOTHI
(puc. 6).

Tem He MeHee MPUMEHAEMBbIH TOAXO0] AAeT BO3-
MOKHOCTH KOJTMYECTBEHHOM OIIEHKH pasMepa 3epHa,
Jaske HECMOTPS HA MOSBICHUE OKCHUIHOM IIEHKH.

Hcnbrranus B IMHAMHYECKOM aTMocdepe reus
IIPOBOUIIN C HCIONb30oBaHueM nuiaroMerpa DIL
402C. Ha pwumc. 7 mnpexmcrasimeH o0paser; crajiu
20X3HM®A mocine HCIOBITAHUHA C OIATEIbHBI-
Mu BbIiepskkamu npu temneparype 1000 °C. Bun-
HO, YTO B CjIy4ae rejusa (B OTIMYHE OT BaKyyma) HA
IIOBEPXHOCTH o0Opasiia o0pa3oBajiach OKCHIHAST
ILICHKA.

OxcumHas IUIEHKA B IIPOIECCE OXJIAMKICHUS
MOKET TPECKaTbhCs, YTO MPOABIAETCA B PE3KUX CKAY-
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0

Puc. 7. O6pasen; cramu 20X3HM®PA mnocie ucnbITaHuil B
IUHAMHUYIECKOU aTrMmocdepe renus (a) u Bakyyme (6)

Kax Ha AUIaTOMETPHUYECKON KPUBOU, HE CBA3AHHBIX
C XapakKTepoM TIpeBpalleHus (Tak Ha3bIBAEMbIe
mymbl) (puc. 8).

Takue OTKJIOHEHHS OT MOILYT OBITH OIIHOOYHO
MPUHATHI 38 (pa30BbIe MIPEBPAIEHUA IPU OXJIAKIE-
HUW, 9YTO B UTOTE NPUBENET K IOCTPOEHHUI0 HeBep-
HBIX JHArpaMM IIpeBpallleHHs AyCTeHWTA W HasHa-
YEHHIO PEKHMMOB TepMO00o6paboTKu, He obecreyu-
BAIOIIUX MTOJYYEHUS 3aJaHHOTO KOMILIEKCA CBOUCTB.

IIpu maUTENbHBIX BBICOKOTEMIIEPATYPHBIX -
JIATOMETPHUYECKHUX HCCIIe0BaHUIX B aTMocdepe re-
TS MOKeT HAOMI0IaThCA YaCTUIHOE 06e3yTIeposKy-
BaHMe 00pa3IOB, UTO HETATUBHO BIUAET HA PE3YJihb-
TaThl UCIIBITAHUH.

Mugpocrpykrypa obpasra us cranu
20X3HM®A c o6e3yrieposeHHbBIM CI0eM IIpUBe-
meHa ma puc. 9. O6paser cHauajia HArpeBalId [0
1200 °C (Boimep:xra — 30 MuUH), 3aTeM OXJIAMKIAIN
0 TEMIePATyphl HM30TEPMUYECKON  BBIIEPIKKH
650 °C (Bormep:xka — 33 4). Bumno, uro mpu mso-
TEPMUYECKOH BBIIEPIKKE OOJIBIION [IUTEIbHOCTH
obpasyercs 006e3yriIepoKeHHbIH CIOH. OTO Heob-
XOIMMO YYHUTBIBATH MIPYU MUKPOCTPYKTYPHBIX HCCITE-
JOBAHUSIX.
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20X3HM®A (kpy:KKaMu 0TMEYEHbI 00JIACTH IIIyMOB)

3axJaroueHue

Ilonyuenubre pesynbTaThl ITOKA3AJIH, YTO JHJIA-
TOMETPUYIECKHEe KCCIeI0BAHUS TIO3BOJISIOT: OIpee-
JATH TeMIlepaTypbl (PAa30BBIX IEPEXOIO0B, OIEHH-
BaTh KWHETHUKY NPEBpAIeHWI, MOAEIUPOBATDH pPe-
SKAMBI TEPMHUYECKON 00pab0TKH C JIIUTEIbHBIME BbI-
NePIKKaMU, BBIABIATH PasMephl ObIBIIIETO ayCTEHHUT-
HOTO B3epHa MeTOJaMH BAKyyMHOTO TPAaBJIEHUSI.
OmHako TpPU 9TOM ClIeayeT IPaBHIHLHO BBHIOMPATH
YCIIOBHUSL TIPOBEIEHUA SKCIEPUMEHTOB [JI HCKJIIIO-
YeHHUA OITUOO0K.

C moMoIIb0 AUIaTOMETPOB HCCIAEI0BAIN KUHEe-
THKY (pa30BBIX IPEBPAIEHUH U U3MEHEHUI MHUKPO-
CTPYKTYPBI CTAJIEH MapTEeHCUTO-0EHHUTHOTO KjIacca
(20X3HM®A, 38XH3M®A, 38XMA) u HUKeIeBOTO
crutapa XH55MBII. YceranoBunau, 4To 11 crajiu
38XMA BakKyyMHOE TpaBlIeHHE JIydllle BbIABIAET
IrPaHMITBI OBIBIIIETO AyCTEHUTHOTO 3€PHA, YeM XUMHU-
Yeckoe TpasieHue B 4 %-HOM COUPTOBOM PAaCTBOPE
a30THOU KHUCIOTHI U peakTuBe Mapmanna. Temme-
parypsI asoBbIX IpeBpalieHui cocrasuiau, °C: mpu
HarpeBe — Ac; = 731,6, Acy = 798,1, ipu oxnax-
meunn — Arg =292, Ar, = 152. Jlna HukKeneso-

Puc. 9. Muxkpocrpyxrypa obpasna u3 cranu Mmapku 20X3HM®PA nocne Harpesa 1o 1200 (Bbimepsxka — 0,5 1) u oxnaxgeHAA 10
650 °C (m3oTepMuyeckad BbIIep:KKa — 33 9) IpU Pa3TUIHOM YBEIHIEHUN
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ro CIUIaBa YBEJIHYEHHWE TeMIepaTypbl BBIAEPIKKH
(c 1000 mo 1100 °C) BemeT K CyIecTBEHHOMY Bo3pac-
TaHWIO pasMepa ayCTeHUTHOro 3epHa. [Ipu momenu-
POBaHHUY MPOMBIIIEHHBIX CXEM rOpSAYei IIacThIe-
ckoit medopmarum miaa cranu 38XH3M®PA moiy-
YWUJIM, YTO OKOHYAHHE ae)OopMaIlii B WHTEpPBAJE
HUKHEr0 IOpOTa TEeMIIepaTyp PEeKPUCTAIH3AIAN
crrocobeTByeT (hopMHpPOBaHMIO 6ojiee MUCIIEPCHOM U
PABHOMEPHOM CTPYKTYPBL, YeM B CIydyae OKOHYAHUS
neopMaIuy BhIlle MHTEPBAJIA TEMIIEPATYP PEKpHU-
CTAJLTU3AIHH.

OKcnepumenmanbrble UCCALOOBAHUA 8LINOMAHE-
Hobl Ha 060pydosanuu Llenmpa koarexmugrozo no-
Ab308aHUS HayurbiM o060pydosanuem «Cocmas,
cmpykmypa U C80UCmea KOHCMPYKYUOHHLIX U
pyHKEYUOHAAbHBIX Mamepuanos» HHI] «Kypua-
mosckuti uncmumym» — [THHH KM «IIpomemeti»
npu gunancosoli noddepycke Murnobpruayku (co-
enawenue No 14.595.21.0004, yrukanvrbvlii udek-
mugurxamop RFMEFI159517X0004).
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PAJTUOTPA®UYECKH KOHTPOJIb CBAPHBIX COEJIMHEHUA
B CUCTEMAX I'OCT H ISO
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MuxaiinoBa, Oabra Anexkcanaposna Kpymauna,
Anexcanap Anexkcanaposuu /leMmumos

Bceepoccuiickuit HUU aBuanmonnsix marepuanos, Poccus, 105005, Mocksa, ya. Paguo, 1. 17;
*e-mail: ekaterina-kosar@mail.ru
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Ilpunsama k nybaurayuu 20 mapma 2019 2.

IIpencraBnens! pe3yabTaThl CPABHEHHA PEKUMOB, IIApaMETPOB M CPEACTB IIpu paguorpadu-
YECKOM KOHTPOJIE CBAPHBIX COEIMHEHUH OTBETCTBEHHOTO HA3HAYEHUS C WCIOIb30BAHHEM POC-
cuiickoro (I'OCT) u mesxmynaponuoro (ISO) crammapros. CpaBHeHHE TPOBOIFIN IO TAKHAM
mapamMerpaM, KaK 4yBCTBHTEIHHOCTb U IIPOU3BOJUTENHLHOCTh KOHTPOJIA, HOIyCTHMAS SHEPTHA
u3nydeHns (BauseT Ha OPMUPOBAHIE KOHTPACTA PAUAIOHHOTO H300paKeHNs) i MUHUMAIIb-
HOe (POKYCHOE paccTosHue (OIpeenser YeTKOCTh IOIy4aeMOro ONTHYECKOTO H300PaIKeHws ).
YcranoBuiu, uro B cucreme [SO TpeboBanusa mo dyBcrBuTEIHHOCTH BhImIe. [Ipu sTOM OHA Olte-
HUBAETCH C UCIOJIb30BAHUEM IIPOBOJIOYHOTO HHIUKATOPA, PasMephl 9JIEMEHTOB KOTOPOTO MEHb-
1Ie, YeM pasMepbl KaHABOK KaHABOYHOIO STATOHA YyBCTBHTEIHHOCTH, PEIrIaMEHTHPOBAHHOTO
I'OCT. Ilo Bribopy sHepruu usayuenud B cucreme I'OCT Tpebopanus crpoxxe, uem mo ISO. 9to
obecriednBaeT MOBBINIEHHYI0 KOHTPACTHOCTH (DOPMHUPYEMOTO PaAMAIIMOHHOTO H300paKeHH.
ITpeobpasoBanrie pagranroHHOTO H300paskeHus B onTrdeckoe 1o cucreme ISO ocyrecrsisercs
C HCIIONIb30BAHMEM IITIEHOYHBIX CHCTEM BBICOKOTO KJIACCA ONTHYECKOH IoTHocTH. Hak ciencr-
BUe, n300paskeHue IpeobpasoBbIBaeTcs B obaacty 6ompimux rpagueHToB. Ilo 'OCT tpeboBanue
[0 TIJIEHOYHBIM CHCTEMaM OTCYTCTBYET, ITOCKOJIbKY Ha PBHIHKE IIPEICTABIEHA OTeYecTBEHHAS
IIJIeHKa JIUIIb OXHOTO Kiacca. [lo MuHMMAanbHO foycTHMOMY (hOKYCHOMY PaccTOsSHUIO TpeboBa-
HUSA 110 POCCUUCKOMY CTaHIAPTY BBIIIIE, YTO JA€T BO3MOKHOCTD IIOIydaTh JIy4lylo, ueM 1o [SO,
YeTKOCTDb pasuorpadrdecknx cHUMKOB. [IpousBopurensaocts KoHTposs mo I'OCT Tawxe mpe-
BBIIIAET aHAIOTMYHBIH mokasarens o ISO. B urore MOKHO 3aK/II09UTH, YTO HECMOTPSA HA PSifL
OTJIMYH, 00€ CHCTEMBI CTAHIAPTOB rApaHTHPOBAHHO II03BOJIAIOT 00HAPYKUBATEH HEIOILyCTUMbIE
IedeKThI, OJJHAKO KOHTPOIMPOBATE CBAPHBIE COEUHEHNUS CIe/yeT C UCIIOIb30BAHNEM BCETO KOM-
IJIEKCA TIPUHATHIX HOPMATHBOB.

KoaioueBsle ciioBa: pagrorpauyecKuii KOHTPOJIb; 1yBCTBUTEIBHOCTD; HHAUKATOPhI Ka4eCTBa
M300PasKEHNST; STAIOHBI YYBCTBUTEIBHOCTH; PAJMAIMOHHBIA U ONITHYECKUI KOHTPACT; T€OMET-
PpHYecKas HEPEe3KOCTb.

X-RAY CONTROL OF WELDED JOINTS ACCORDING TO GOST AND ISO SYSTEMS

© Ekaterina 1. Kosarina*, Natalya A. Mikhaylova,
Olga A. Krupnina, Aleksandr A. Demidov

VIAM, ul. Radio 17, Moscow, 105005, Russia; *e-mail: ekaterina-kosar@mail.ru
Received August 29, 2018. Revised March 18, 2019. Accepted March 20, 2019.

The results of comparative analysis of assessing modes, parameters and means of radiographic control of
welded joints of critical duty using the Russian (GOST) and international (ISO) standards are presented.
Comparison was carried out by the sensitivity of control, permissible radiation energy (affecting the for-
mation of the contrast of the radiation image), and minimum focal length (determining the sharpness of
the resulting optical image). Requirements of the ISO system for the sensitivity of control are higher, than
that of the State standard specification system. The sensitivity assessment in the ISO system is carried
out using the wire indicator, the dimensions of which are smaller than the dimensions of the grooves of the
groove sensitivity standard, regulated by GOST. However, the choice of the radiation energy in the system
requirements GOST is stricter than that in the ISO system. This provides enhanced contrast of the gener-
ated radiation image. The conversion of the radiation image into an optical one using the ISO system is
carried out using film systems of a high optical density. According to the ISO requirements transformation
of the radiation image to the optical one is to be carried out using film systems of the certain class. And, as
a result, transformation of the radiation image to the optical occurs in the field of high gradients. GOST
imposes no requirement to film systems, since there is the only one class of domestic film on the market.
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The requirements to the minimum allowable focal length (GOST) are higher compared to the ISO system,
which makes it possible to obtain better sharpness of radiographic images. Performance monitoring ac-
cording to GOST also exceeds that of ISO. As a result, we can conclude that the quality welded joints
should be monitored using the complete set of the accepted standards.

Keywords: radiographic control; sensitivity; image quality indicators; sensitivity standards; radiation
and optical contrast; geometrical haziness.

Beenenune

BesomacHocTh  SKCIIyaTanmuu — aBHAIMOHHOM
TEeXHHUKH OIIPeie/IsieTcs OTCYTCTBUEM Je(PeKTOB B ee
yamax u geransax [1,2]. IlockombKy HEBO3MOKHO
co3gaTb abCcoaoTHO 0Oe3neeKTHYI0 IIPOMYKIIHIO,
0c000 OTBETCTBEHHBIE U3/IENHUA MOABEPTAIOT OIHO-
My KouTpoJ0. [Ipu sTOM, KaK IPaBUIO0, UCIIOIL3YIOT
HepaspyIIaiolue MEeTOAbI, CPeIH KOTOPBIX IIHPOKO
pacmpocTpaHeH peHTTeHOrpauIecKuil KOHTPOJIb
(3, 4].

BoisieisiemocTs medeKTOB peHTreHorpadmie-
CKHM METOIOM B OOJIBIIION CTEHEHHW 3aBUCHT OT pPe-
JKMMOB, TIapaMeTPOB U IPHUMEHAEMbBIX CPECTB KOH-
Tposisi. BMecTe ¢ TeM cyIecTByoias CUCTeMa CTaH-
IApTOB 10 pPaJIHAIIMOHHBIM METOAaM HepaspyIia-
fortero kouTposa (HK) B Hacrosiiee Bpems tpedyer
NAJIBHEUIIIET0 COBEPIIIEHCTBOBAHUA, B TOM YHCIIE U
IIOTOMY, YTO CYII[ECTBEHHO ITOBBICHIMCH TPEOOBAHUSA
K Ka4eCTBY BBIILyCKAeMOH MpOAyKIuu [5].

Ceituac B Pocecuu meticTByer cucrema rocymap-
CTBEHHBIX CTAHIAPTOB M0 PATHAIIMOHHOMY KOHTPO-
m0 cBapHbIX coemuHeHui [7 - 9]. IIpexycmorpeno
BBeJleHNE B JEHCTBHE MEKIyHAPOMHOrO CTaHaapTa
ISO 17636-1-2017 [6].

Ileap paboTbl — cpaBHEHHE PErJIaMeHTOB pa-
IUOTPAUIECKOTO KOHTPOJIS OTBETCTBEHHBIX H3[Ie-
i (AaBUAITMOHHOM TEeXHUKH, BKIIIOYAs Y3JIbl U arpe-
raTbl ABHANMOHHBIX [BUTATENEH, W 1Ip.) M0 CHUCTe-

mam I'OCT u ISO.

Puc. 1. Cxema xoutpona: 1 — UU; 2 — peHTreHOBCKOE U3-
nyuenue; 3 — UKW (9Y); 4 — OK,; 5 — raccera ¢ paguorpa-
duueckoit wenkoi (® — poxrycuoe maruo U, F, f, a — pac-
crosans MU — mnenka, U — OK u OK — mienxka)

CpaBHeHHE pe:KNMOB, IapaMETPOB
M CPeIcCTB KOHTPOJISA

KauectBo pammnorpaduaeckoro KOHTPOIA 3a-
BHICHUT OT €T0 YyBCTBUTENHHOCTH — MUHHMATIHLHOTO
nedexTa, BUAUMOrO Ha CHuUMEKe. [lo BenmwuwHe [0-
myctumoro mederra B cucreme I'OCT permamenTu-
POBAHBI TPU KJIAcCCa UyBCTBUTEIBHOCTH. HOHTPOIHL
o 1-mMy kaaccy Tpedyer HAaubGOJbIEH YYBCTBUTENb-
HOCTM ¥ PACIPOCTPaHsAeTCS HA OOBEKTHI OTBET-
cTBeHHOTO HasHaudeHua. B cucreme ISO kadectBO
persiaMeHTHpPOBaHO AByMsa Kiaaccamu: A u B (mmo
Kiaccy B KOHTPOIHPYIOT 0c060 OTBETCTBEHHBIE U3-
Zlensi, Bce ocTalbHble — 110 Kaaccy A). Jlas omenku
gyscrBuTeabHoctu B cucreme ['OCT wmcmonbsyror
sranonbl gyBcrBUTEeNbHOCTH (OY), B ISO — nunuka-
TOphI KadecTBa usobpakenus (MKN).

Ilanee cpaBHUTEIBHBIN aHATN3 PEKUMOB, IIapa-
METPOB U CPEJCTB KOHTPOJSA 00BbEKTOB OTBETCTBEH-
HOro HasHaueHwus nmpusezeH mo 1-my xkmraccy (I'OCT)
u ginaccy B (ISO) uyBcTBUTEIBHOCTH.

Cxema wornmpoas. OCHOBHOM [MOKYMEHT IIpH
9KCITOHHPOBAHUU W3JENUH — TEXHOJIOTHYeCcKas
kapra xoutpoius (TKK). Ee paspaborky HaunHamT ¢
BBIOOPA CXEMBI KOHTPOJIS — OTHOCHTENIHHOTO PAaCIIo-
mokenus wucrounuka wusnyuenusa (MU), obwberra
rkoutposasa (OK), pamgmorpaduueckoit mienku u OY
(UKN) [10].

Ha pwuc. 1 npusenena cxema routpons OK wus
sKesesa «uepes oxHy crenky» (MKW (9Y) pacmoso-
$KEH CO CTOPOHBI UCTOYHUKA U3ITYUCHUS).

JlaHHbIe 10 YYBCTBUTENHHOCTH KOHTPOJISA COEIH-
meuwni 1o 'OCT u ISO npusegens: B Tadu. 1.

Anoonoe nanpsaawcenue. Ha puc. 2 mpusemena
3aBUCHMOCTH QHOMHOTO HATPS/KEHUS OT TOJIIUHBI
OK Bmonb ocu myuka usmydenus. BugHo, 9To aHo-
voe Hanpskenwe mo ['OCT 3HayuTenbHO HIKE.
ITO 3HAYUT, YTO PAIUAIIMOHHOE H300pakeHue, op-
vupyemoe 3a OK mpum srcmonumpoBanuwu, Oymger
uMeTh 6o/iee BLICOKMI paJuallMOHHbIN KOHTpacT K,
HAXOJAIIMICA B MPOMOPIIHOHATHHON 3aBUCUMOCTH
oT nuHEHHOro Koaddurmenta ocnabmenus | [11].
B ra6a. 2 npuBenens 3HAUYEHUS |y, B 3aBUCHUMOCTH
OT aHOmHOTO HampsKenusa miad xenxesHoro OK Toz-
muHou 3 — 20 MM.

Bugzo, uro tpeboBanus mo ISO mpuBogaT K mo-
Tepe PaJuaIOHHOTO KOHTPACTA.

Doxycroe paccmosinue F (paccrosuue oT UCTOU-
HUKA [0 TIpeobpasoBarens — KaCCeThl ¢ Pajuorpa-
(uueckoit mmenkoi) (cMm. puc. 1) ompemenser reo-
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Puc. 2. 3aBucUMOCTh AHOJHOTO HAMPSIMKEHHUA OT TOJIITHHBI
OK Bmonb ocu myuka usiaygenns: 1 — ISO; 2 — T'OCT

METPUYECKYI0 HEPE3KOCTh U, PaJUAIlIOHHOTO H30-
OpaskeHus U IIPOU3BOIUTEILHOCTD KOHTPOJIA.
s mosmygaemoro uso0paskeHus
da  Da
u, = =—.
F-a f

I[Io TOCT reomerpudeckasi HepPe3KOCTh He
IOJKHA TIPEBBIIIATh TOJOBUHBI UyBCTBUTEIbHOCTH
KOHTPOJISA k. YUHUTBIBAA, YTO MHHHUMAILHOE (POKYyC-
Hoe paccroguue F;, = fin + @, Ipu u, = k/2

20
fmin _?a'

I[Io ISO f,, ompemenserca COOTHOIIEHHEM
finin/® = 15a?® u HOMOTpaMmoii (puc. 3).

B ra6a. 3 npusenenn! 3HaUYEHUH [, PACCIUTAH-
ueie qad toamea OK 5 — 20 MM mpu 9KCImoHHpoBa-
uun U ¢ porycubm msitaom @ = 5,5 mm.

Bunso, uro mo 'OCT munumanbHbIe DOKyCHBIE
paccrosuud Briire, uem 1o 1SO, ciemoBarenbHo, pa-
IUAITHOHHOEe M300paikeHnue, popMupyemMoe Ipu SKC-
mouupoBauunu wusnenuit mo I'OCT, Gymer wmmersb
MEHBIILYI0 TeOMETPUIECKYI0 HEPE3KOCTh.

IIpoussodumenvrocmsd axcnonuposanus. Ilome
KOHTPOJISA — IUIOIIAIh, KOTOPAs MPU SKCIIOHUPOBA-
HUYM TIOJIy4aeT OMMHAKOBYIO m03y uamydenus. Oma
COOTBETCTBYeT IUIOMIANH Kpyra aumamerpoMm D =
= 2F/3 (puc. 4).

OFK momxeH MOTHOCTBHIO pacrojiaraThCd B II0JIE
kouTpoiaa. Ecnu OK mpesbiiiaer pasmeps! mosis, TO

Ta6auma 1. A6conrornas yyscrBuTenbHocTb, o ['OCT u

ISO

Pamunarnuonnas Tommmaa
B MeCTe yCTAHOBKHU

A6comoTHAA 4YyBCTBUTEIBHOCTD, MM

DU (UKH), mm rocT 1SO
Ilo 1,5 0,1 0,05

1,5-25 0,1 0,063
2,5-4,0 0,1 0,08
4,0-6,0 0,1 0,10

6,0 - 8,0 0,2 0,125
8,0 - 12 0,2 0,16
12 -20 0,3 0,20
20 - 30 0,4 0,25

8,0 —  Pasmep doxrycuoro
= maraa U1 @, mm
6,0 —
5,0 m— frin (M1 M3IEITHI
= knacca B), MM
4,0 —
3,0 —
2,0 —
- Paccroanue
= OK - mutenka, Mmm
1,0 —
—_— 5—30
0,5 —_ 5_20
0,4 =— =
- 30 — -
0.3 — 20 — =10
- 8
— 6
0,2 — 10 —
= — 5
- — 4
= —3
0,1 — —2

Puc. 3. Homorpamma 1ma ompeneneHud f;, A19 HU3IETHH
knacca B (ISO)

ero pa3buBaIOT Ha YYACTKH U IIPOBOJAT UX IIOCIENO-
BaTeJIbHOE JKCIOHupoBaHue. YeM Ooimbiie oKyc-
HOe PaccTosiHue, TeM 6OJbIle pasMep MOJsS U MEHb-
1re KOJITIECTBO Y4IaCTKOB. IIpm 9TOM
MIPOU3BOAUTEIBHOCTD KOHTPOJIA BO3pACTaeT, He-
CMOTPS HA TO, YTO TIPU GOIBIIOM (POKYCHOM PaccTos-
HHUH TIPOAOJIKUTENHHOCTh SKCIIOHUPOBAHUS YBEIIH-
yuBaeTcsa. BpeMeHHbIe 3aTpaThl Ha KOHTPOJIb CKIa-
IBIBAIOTCA U3 COOCTBEHHO IIPOIOJIKUTENIBHOCTH DKC-
MMOHUPOBAHUA L., IuTeabHocT noaroroBku OK &
DKCIIOHUPOBAHUIO ¢, ¥ YCTAHOBKH €T0 B IIOJIOMKe-
HHe IIPOCBEYHUBAHUA, a TAKHEe YCTAHOBKU OTPDaHHUYH-

Ta6mauua 2. 3HaueHUss JTUHEHHOTO Ko3dduiimenra ocaad-
JIeHUS |, B 3aBUCHMOCTH OT AHOJHOTO HAIIPSIKEHHUS

ot roCT 1SO
2 OK  Mympmvansmoe Munumansaoe
I/fe:: alf(;a:(?lz)nga- g, €M1 alf:na:(?linga- Bpe, CMC1
MM npsKenus, KB npssKenus, KB
3 80 9,42 110 6,00
120 4,67 150 2,92
9 140 3,25 180 2,20
12 150 2,92 200 1,95

20 200 1,95 280 1,25
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D = 2F/3

A

Puc. 4. Ilone kouTpons

TeIbHBIX MeTOK, 3HakoB, OU (MKHW), kaccersr ¢ pa-
nuorpaduueckoi mienkoi. [Ipu pacuere Tpymoem-
KOCTH IPHHATO CYUTATh, UTO I = (3 — 6)f e
CpaBHeHre TPOMU3BOAUTEIBHOCTH KOHTPOIA IIO
I'OCT u ISO moxkaswiBaer, 4To B II€PBOM ClIy4ae OHA
BBIIIIE.

Ta6mauua 3. Munumansuoe paccrosaune MU — OK, mm, mo
I'OCT u ISO

S roct 180
5 550 225

9 495 350

12 660 425

20 733 600

Ta6mauua 4. I[IC, ucnonssyembie Npu pagrorpaguaecKom
goHTpoe mo ISO

et oy kB~ iy menena oy KmaeeTIC
ITo 100 Tlo 1,0 c3
100 - 150 1,0-6,5 C3
150 — 250 6,518 C4

Ta6auna 5. Pasmeps! mpenenbHO AOMyCTUMBIX AedeKToB
IJIl CBAPHBIX COeTUHEHUN

Rommn - Muep o g 00

MBIX BJIe- CBApHOTO COeJUHEHUT, MM
MEHTOB, MM rocT ISO roct ISO
o 3,0 0,2 <0,6 2,0 <3,0
3,0-5,0 0,3 0,6-1,0 3,0 <3,0
5,0-8,0 0,4 1,0-1,6 4,0 <3,0
8,0-11 0,5 1,6 - 2,2 5,0 <3,0
11-14 0,6 2,2-28 6,0 <3,0
14 - 20 0,8 2,8-4,0 8,0 <3,0
20 - 26 1,0 4,0-5,2 10,0 <3,0

w

»
w
\

Onrudeckas IIOTHOCTE, B
\"—‘
o o

[y

O3 /0g Oy

Jlorapudm 0THOCUTETBHOM 03B U3ITyYEHUS

Puc. 5. Xapakrepucruueckas KpuBas paguorpaduuecKon
IUIEHKH

Ilnenounwvie cucmemwvr. Ilmenounasi cucrema
(IIC) mo ISO mpexcraBieHa IMECTHIO KJIACCAME
(C1 -C6): or BbIcOKO# KoHTpacTHOCTH (Cl) mo mo-
BBIIIIEHHOU 4YyBCTBUTENbHOCTH K m3nyuenuio (C6).
Csoiicra IIC ompemensiorcs 3aBUCHMOCTBIO OII-
THYECKOM IUIOTHOCTH OT JIorapuMa H03blI HU3JIyde-
HHUA — XapaKTepucTudecKou kpuBou. IIpu aTom 1mo-
kasarensb kourpactaoctu [IC (rpagment g) — TaH-
TeHC yTIJIa HAaKJIOHA O XapaKTEepPUCTUYECKOU KPUBOU
K ocH abCIuCC IIpY 3aJaHHOM ONTHYECKOHN ILIOTHO-
ctu (puc. 5). Uem BbIIlIe OIITHYECKAS IIJIOTHOCTD, TEM
BBIIIE S.

Koutpacr onrrueckoro nsobpaxenus K, cBsa3an
¢ rpaguenTom I1C g coorromennem [12]

K, =Ky,

rie K, — KOHTpacT paguaIliOHHOTO H300paKeHus.

Orcioma crmemyer, 4To M300paKeHUd HA PEHT-
reHoTpaMMax C IIOBBIIIEHHOW ONTHYECKON IIIO0T-
HOCTBIO O0JIQ[IAI0T JIydlllMM ONTHYECKHM KOH-
TpacroM, mockoabKy rpaguent 11C g pacrer ¢ yse-
JIMYEHUEM ONITHIECKOH IIJIOTHOCTH.

Ilo TpeboBammsam ISO omrTwdyeckas ILIOTHOCTh
paguorpadMyecKux CHUMKOB JIOJIKHA COCTABJISATH
ue menee 2,3 B. Ilomumo storo, crammapT peria-
MEHTHpPYeT MpPU KOHTPOJIE KCIIOIH30BATH BBICOKO-
routpactubie [IC xmaccoB C3 u C4 (tabm. 4) [13].
I'paguent I1C cocraBnaeT: g5 33 = 5,22 ¥ g9 304) =
= 5,22.

I'OCT wme pernamentupyer knaacc [1C. IIpu xon-
TpOJie BO BCEM IUANA30HE AHOMHBIX HAIPSKEHWHN
MIPUMEHAIOT paguorpaduueckyo mieHky PT5]I, co-
orBeTcTByoOYyI0 K1accy C4 [14]. MunumansHas mo-
IMycTUMas ONTHYECKas IJIOTHOCTh PEHTTeHOTpaMM
cocrasyser 1,5 B, rpaguent I1C g, 54 = 3,63.

Takum oOpasom, mpu KoHTposnae mo ISO mis
kmacca C3 KOHTpACT ONTHYECKOTO W300pasKeHHs
Boapacraet B 1,46, a miua C4 — B 1,41 pasa.
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Honycmumocms degpekmos. B Tabiu. 5 npusese-

HBI pasMepshl IPeeNbHO MOMYCTUMBIX 1e()eKTOB I
ceapubix coenuuenuit mo 'OCT u ISO [15].

3axarogeHue

HpOBeI.[eHHI:Ie HCCIen0OBaHUd II0 CPaBHEHHIO

cucrem craamaproB I'OCT u ISO mpu paxpmorpa-
¢rueckom HK cBapmbIx coeuHeHHMII OTBETCTBEH-
HBIX U3JIeIUH [OKAa3aIH, YTO HECMOTPS Ha P OTIH-
YWl B BBIOOPE PEKUMOB, IIAPAMETPOB M CPEICTB
KOHTPOJA 00e CHCTeMbI ONW3KH W TapaHTHUPYIOT
obHapy:xeHrne HemomycTUMbIX pederToB. Heob6xo-
IHUMO, ORHAKO, OTMETHTH, 4TO ocymecTBaaTb HEK
CIIeyeT C y4eTOM BCEro KOMILIEKCA IMIPUHATHIX HOP-
MATHBHBIX JTOKYMEHTOB.
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KOHTPOJIb TOHKOCTEHHBIX 9KPAHOB JIIUTAKRKCUAJIBHBIX
YCTAHOBOR BUXPETOKOBBIM METOJOM

© BsadecaaB BaamuvmupoBuu Bopucenkol, Bragumup AHatoaseBuu
daxapos?*, Kupuin Baaguvmuposuu 3axapos3

L HIIIT «Kpomyc», Poccus, 142412, r. Horunck, yi. Knumosa, x. 50B.

2 PoccuiicKui TOCy[apCTBEHHBIA yHUBEpPCHUTET He)TH W rasa (HAIMOHAJIBHBIN HCCIEIOBATENIBCKUN YHUBEPCHUTET) HUMEHU
N. M. I'y6runa, Poccust, 119991, Mocksa; Jlenunckuit np., a. 65; *e-mail: v.a.zaharov@inbox.ru

3 MHCTUTYT CTPYKTYPHOW MAKPOKMHETHKHM W mpobieMm marepuamosenenus umenu A. I'. Mep:xanosa PAH, Poccus, 142432,
r. UepHoronoska, yi. Akagemuka Ocemnbsiua, a. 8.

Cmamus nocmynuaa 19 okmsabps 2018 2. Ilocmynuaa nocae dopabomru 18 mapma 2019 .
Ilpunsama k nybaurayuu 20 mapma 2019 2.

HpeI_[CTaBJIeHI)I pe3yabTaTbl KOHTPOJISA TOHKOCTEHHBIX CBAPHBIX COG]II/IHeHI/Iﬁ (BI)ICOI{OTeMHepa-
TYPHBIX Y3JI0B SIUTAKCHATBHBIX YCTAHOBOK), MOIYYE€HHBIX 9JIEKTPOHHO-TyIYEeBON CBAPKOM, BUX-
PETOKOBBIM METOIOM. | 'epMeTHIHOCTD IOJOOHBIX JeTAIeH 1 Y3/I0B KOHTPOJIUPYIOT BAKYYMHBIM 1
KOMITPECCHOHHBIM METOJIaMU TeYEeHUCKAHUS, OCHOBAHHBIMH HA [TOBBIIIEHUN KOHIIEHTPAIIUU TeC-
TOBOTO ra3a ¢ OJHOM CTOPOHBI TECTUPYEMOI TIOBEPXHOCTH M 0TOOPE €ro I MaCC-CIIEKTPOMETPH-
YECKOT0 aHAJM3a — C JPYTOH CTOPOHBI. ['ereBble Macc-CIIEeKTPOMETPHYECKHE TEYEHUCKATEIH B
HACTOsIIIee BPEMs IIUPOKO PACIIPOCTPAHEHBI B a9POKOCMUIECKOM, 3JIeKTPOHHON U XUMHIIECKON
0TPAaCcIAX MPOMBIILIEHHOCTH, B IIPUOOPOCTPOEHUH U HAYYHBIX UCCIEOBAHUAX. BUXPETOKOBBIM
METOJI TI03BOJISIET WCIIOIB30BaTh JAHHBIA IOIXO0] JJISI CBOEBPEMEHHOTO O0HAPYKeHUs 1ed)eKTOB
¥ TPEeIOTBPAIIEHHUsT PUCKA aBAPUHHOTO M3HOCA TOHKOCTEHHBIX HJIEMEHTOB U JIETAJIEH a3pPOKOC-
MHUYECKOT0 ¥ HepTera3oxXxuMHUIeCKoro 000pyI0BaHMs, a TAKKe 00eCIIeYNBAET BBICOKYIO CKOPOCTh
ckanupoBanus. McciaeqoBaiy cBapHbIe COETUHEHUS TAHTAIOBBIX SKPAHOB TOMIUHON 0,2 u
0,5 mm ¢ mmomorrsio gedexrockora BEKTOP-60/1. [TpuGop maeT BO3MOKHOCTE UCIOIB30BATh HA-
KJIAJIHbIE WIN IIPOXOIHbIE BHXPETOKOBbIE MU(depeHIraibHble, TAaHTeHIINAIbHbIE U abCOII0T-
HbIe IIpeodpasosarenu, paborarorue Ha yactorax or 10 I' mo 20 MI'm, a Takike pasmuanbie gu-
HaMu4decKue npeobpasosarenu. OH MpeaHAZHAYEH I KOHTPOJIA META/UIONPOLYKIIUH, YTIIIeIlia-
CTMKOB ¥ KOMIIO3UTOB Ha HaIN4uUe Je(eKTOB (II0BEPXHOCTHBIX U MOJIIOBEPXHOCTHBIX TPEI[UH,
HapYIIEHUH CIUIONIHOCTH U OJHOPOIHOCTH Marepuaia). OrobpajkeHre CUTHAIA HA SKpaHe Je-
(hexToCcKOIA TOIyYATH KaK B aMIUINTYJHO-BPEMEHHOM, TaK ¥ KOMIUIEKCHOM rurockocTsax. Herro-
ab3oBastu gaTunku [IBIIT-1000-2, TIBJ[-200-2,3 u VP160A45, ¢ moMOIIIbi0 KOTOPBIX 38 OJUH
TIPOXOJ BAOIL CBAPHOTO COEAMHEHUI MOKHO OOHAPYKMBATH Ae(PEKTHI 110 BCEH IIUPHUHE 11BA U
OKOJIOIIIOBHOH 30HBI. BeIABIIN IedheKT CBAPHOTO COEANHEHHUS TAHTATIOBOTO SKPAaHa — HEIIOJIHOe
nporiaBieHue (HEIPoBap B KOPHE CBAPHOTO I1BA). SAKIIOYIIN, YTO BUXPETOKOBBIH /eeKTo-
cxorn BEKTOP-60/] M0skHO € ycriexoM IpUMEHATD [Is KOHTPOJIS Te()eKTOB TOHKOCTEHHBIX CBap-
HbBIX COeTHHEHUH.

KiroueBble CI0BA: BUXPETOKOBBIM KOHTPOJD; 1e()eKTOCKOIINS; SIIUTAKCHAIBHAS YCTAHOBKA,
CBAPHOM III0B; TAHTAJ; 1e(PEKTOCKOIl; HEPA3PYIIAIOIIHI KOHTPOJIb.

CONTROL OF THIN-WALLED SCREENS OF EPITAXIAL INSTALLATIONS
BY THE EDDY CURRENT METHOD
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The results of testing thin-walled welded joints (high-temperature assemblies of epitaxial installations)
obtained by electron-beam welding using the eddy current method are presented. The tightness of those
parts and assemblies is controlled by vacuum and compression leak detection methods, based on increas-
ing the test gas concentration on the one side of the test surface and sampling it for mass spectrometric
analysis on the other side. Helium mass spectrometric leak detectors are now widely used in aerospace,
electronics and chemical industries, as well as in the instrument making industry and scientific research.
The eddy current method provides a high scanning speed and allows timely detection of the defects and
prevention of the risk of accidental wear of thin-walled elements and parts of aerospace and petrochemical
equipment. The goal of this work is to optimize the control of welded joints of thin (0.2 and 0.5 mm) tanta-
lum screen using a VEKTOR-60D detector and eddy current method. The device provides the use of over-
head or flow eddy current differential, tangential and absolute transducers operating at a frequency from
10 Hz to 20 MHz, as well as various dynamic transducers. The device is designed to control metal prod-
ucts, carbon plastics and composites for the presence of defects such as surface and subsurface cracks, dis-
continuities and homogeneity of materials. VEKTOR-60D allows one to get a simultaneous signal display
on the flaw detector screen both in the amplitude-time and complex planes. The used sensors
(PVDT-1000-2, PVD-200-2,3, and VP160A45) provided detection of the defects across the entire width of
the weld and heat-affected zone in one pass along the welded joint. The defect of the welded joint of the
tantalum screen was revealed as incomplete penetration (nonpenetration in the weld root) in accordance
with the classification of GOST R ISO 6520-1-2012. The results proved that a VEKTOR-60D eddy current
detector can be successfully used in monitoring defects in thin-walled welded joints.

Keywords: eddy current testing; flaw detection; epitaxial installation; welded joint; tantalum; flaw detec-

tor; non-destructive control.

BBenenue

YCTaHOBKH MOJIEKYJISIPHO-IIYIKOBOM SIIUTAKCUN
MPUMEHSIOT [T W3TOTOBJIEHUS SIUTAKCUATHHBIX
reTepoCTPYKTYp. ¥ CJIOBUS BakyyMa U TpeOOBaHUS K
HHU3KOMY YPOBHIO 3arpA3HEHUA HAKIAABIBAIOT OIpe-
IeJIeHHbIe OTPAHWYEHNsST HA MAaTePHasbl, IPUMeHse-
MbI€e JIJII IPOM3BO/ICTBA YJIIEMEHTOB U Y3JI0B KaMephl
SIIMTAKCHAIBHBIX YCTAHOBOK. Marepuaibl JOKHBI
VMeTb HU3KOe JAaBieHue mapa. IIpu aTom HeEBBICO-
Kasg CKOPOCTh HCIIapeHWs yMeHbIIaeT KOHIIEHTpA-
[UI0 3arpa3HAIINUX BellecTB. Harpep IOmIoKKN
OCYIIeCTBIAETCI H3IyJYeHHEeM HarpeBaTess, B KOH-
CTPYKIIMH KOTOPOTO WCIOJb3YIOTCI TOHKOCTEHHBIE
TAHTAJIOBbIE DKPAHBI I YMEHBIIEHHUSI WU3IyICHUs
Ha CTEHKH KaMmepbl (MaKcuMalbHAaA TeMIleparypa
marpesa 1100 °C) [1].

Kak msBectHo, mipu cBapke BO3[eHCTBHE aaxKe
HeOOJIBIITNX KOJIWIECTB KHUCIOPOJa, a30Ta, BOLOPOIa
U yIiiepoa, 00pasyoiux TBepAbli pacTBOp BHeIpe-
HUS, 3HAYUTEIHHO BIUAET HE TOIBKO HA CTPYKTYPY
¥ MeXaHWYeCKHe CBOMCTBA, HO TIaBHOEe — Ha (op-
MUpPOBaHUE Je(PeKTOB, OIPEAEIIIONINX H3HOCOCTOH-
KoCTh cBapHOro coequnenud [2]. [loaTromy mpu usro-
TOBJIEHHU TOHKOCTEHHBIX BJIEMEHTOB BBICOKOTEMIIE-
PATYPHBIX Y3JI0B KaMephl SIIUTAKCHATHHOU YCTAHOB-
KU W3 TaHTajJa Ijisd obecredyeHus TePMETHYHOCTH,
M3HOCOCTOMKOCTA ¥ TPOYHOCTH COEJIUHEHHWH Tak
BaKHBI TEXHOJIOTHA CBAPKUA W HCIOJIb3yeMbI€ METO-
IIbI HEPa3PYIIAIIEero KOHTPOJIS.

OOBIYHO MPUMEHSIOT JIEKTPOAYIOBYIO (B cperme
WHEPTHBIX TAa30B) U 3JIEKTPOHHO-IYYEBYI0 CBAPKH.
Hawubomee sa¢pperTrBHAA 3amuTa 11Ba 0T aTMochep-
HBIX Ta30B JOCTHUTAETCS IPH 3JIEKTPOHHO-IYyIeBOMH

cBapke B BakyyMe (maBiaerue 105 — 10~* mm pr. cT.).
OTOT BUJ CBAPKH MCIIOAb3YIOT IS COCIUHEHUT XH-
MHYECKH AKTHBHBIX TYromiaBkux wMertauioB. OH
TaKJKe MO3BOJIIeT MOJIydaTh y3KHe 30HbI PacIliaBiie-
HUAS W TEPMHUYECKOTO BIUAHUA W GIarofaps sToMY
u3beraTsb 60bIIUX HedpopManui (IIIUPHUHA II1BA TAH-
Tasa B 3 — 5 pasa MeHblIle, UeM IIPH AYTOBOH CBapKe
HeILIaBIIIUMCA dJieKTpomom) [2, 10, 11].

Jleranu mox cBapKy rOTOBAT € 0COOOM TIATENb-
HocThi0. CoefuHsAeMble KPOMKM U MPUIEralolue K
HHUM OKOJIOIIIOBHBIE YYACTKH OYHUINAIOT OT 3arpsasHe-
HUH U IIOABEPramT TPABJIEHUIO B CIIEITUAJIBHBIX Pe-
aKTHUBAX JJIS yAAJIeHUs MOBEPXHOCTHBIX OKCHIHBIX
IUIEHOK U 00€3KUPUBAHUA.

OcHOBHAsA TPYIHOCTHb IIPH CBAPKE TOHKOCTEH-
HBIX U3 — TPOoKOTH. [ [pHUrHbI UX TTOSBIEHUS
Yale BCero — HEeTOYHOCTH COOPKHM W KOpoOiieHue
KPOMOK, BBI3BIBAIOIllEe MECTHOE YBeJIWdYeHHe 3a30-
POB U M3MEHEHHe TeIIO0TBoA. Benmuunua Kopobie-
HHS 3aBHUCHUT OT TOJIIHHBI CBAPUBAEMOTO MaTepHa-
JIa, PacCTOSTHUS MKy HprkuMaMu u ap. Ilosromy
K cOOPOYHO-CBAPOYHOM OCHACTKE IIPEIbABIAIOT 0CO-
Oble TpeboBanu [2, 11 — 13].

Ilocne cBapku cBapHbIe COeIUHEHHWs, KaK IIpa-
BIJIO, KOHTPOJHUPYIOT BHU3YaJAbHBIM  CIIOCOOOM
[2, 14]. Opuako mambojiee BBICOKOIIPOH3BOIUTEID-
HBIH M TOYHBIH CIOCO0, ITO3BOJSION[UN BbIIBISITH
nedeKThl B IOBEPXHOCTHOM U IIPUIIOBEPXHOCTHOM
CTI0SIX, — BUXPETOKOBBIA METO KOHTPOJII [3 — 8].

Ilens paboTsl — BbIABIEHHE AEPEKTOB U OITH-
MHU3AIuad KOHTPOJIST TOHKOCTEHHBIX CBAPHBIX COEIH-
HEHUH TAHTAJIOBBIX SKPAHOB C WCIIOJIb30BAHUEM
BHXPETOKOBOTO METO/IA.
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Puc. 1. Ilpucnocobnenne kaapuirHoro tumna (1) ¥ TOHKO-
CTEHHbIE 3aL[UTHbIE TAHTAIOBBIE SKpaHbl TommuHOH 0,2 (2)
u 0,5 MM (3) cO CBapHBIMH COEAMHEHHUSMH, MOIYIEeHHBIMHU
3JIEKTPOHHO-Iy4eBOM CBapKOU

Marepuaabl, METOILI HCCIETOBAHMA,
pesyabTaThI

UccnemoBamu cBapHBIE COEIUHEHHUS TOHKO-
auctoBoro TaHtana Mapku TBY rtommummoint 0,2 u
0,5 mm. CBapKy 3alUTHBIX S9KPAHOB M3 TAHTAJIA BbI-
TIOTHAIHU C UCIOJIb30BAHUEM IPUKUMHOTO IIPUCIIO-
cobsrenus knasuirHoro tuna (puc. 1). [Ipucmocobite-
Hue obecrreunBano: 1) IJIOTHOE WIpPIZKATHE CBApH-
BaeMbIX KPOMOK K TOAKJIAAKE C PABHOMEPHBIM IIO
BCeH JTMHE IIIBa YCUJINEM; 2) TOYHYIO UX IIOATOHKY;
3) ymenbliienne aedopManuu KpoMOK; 4) KOpPpPeKT-
HOe IIepeMellleHre MCTOYHUKA BIOJb CTBIKA; D) XO-
poirruii 0630p 30HBI CBAPKH HA BCEM MPOTKEHUU
mBa. PesxnMbl cBapku puBeneHsb! B Tabi. 1.

IlockoabKy MMOMHMO TIPOKOTOB B CBAPHBIX
COeMHEHUAX MOTyT HaOII0AaThCd HEIPOoBaphl,
TPEIIUHbI U MOPUCTOCTh, OCYIIECTBIISIN JIOIIOTHHU-
TEJIBHYI OYKUCTKY W AEerasardio KPOMOK CBApPHOTO
COeIMHEeHUsS MPeIBAPUTEILHBIM IPOX0IoM pacdo-
KyCHPOBAHHBIM JIy4OM.

HedexTs (THIA TOBEPXHOCTHBIX U TOAINOBEPX-
HOCTHBIX TPEIIHH, HAPYIIeHUH CIJIOIIHOCTH U OJ{HO-
POIHOCTH MaTEPUATIOB) BBIABJIAIN C IOMOIIBIO YHH-

YouneHse
X350 Y550
10 1]

X=-125.0 Y=125.0 A=1768 F=1350
1

YouneHwe ¥
55.0
¥ a6

Daza
244,00

AMMNATYAS
50

MPAEMHIAK F0HBLI ACH DKPAH

Puc. 2. OroGpaskenue curHaia Ha SKpaHe qeeKTOCKona B
KOMILTEKCHOH () U aMIUIUTYTHO-BPEeMeHHOH (2) IIOCKOCTAX

BepCcaJIbHOTO BHUXPETOKOBOTO mederTockorra BEK-
TOP-60JI. ITpubop m03BOJAN HCIOIB3OBATH KAK
HaKJIaJHbIE WIHN IIPOXOHbIE BUXPETOKOBbIE nudde-
peHuImAaIbHbIE U a0COMOTHBIE TTpeobpasoBarenu, pa-
ooraromue Ha yacrorax or 10 I'ry mo 20 MI', Tak u
nuHamudeckue (poranuonabie). CurHANI HA dKpaHe
medeKToCcKonIa oTobpaKkaicad OJHOBPEMEHHO B aM-
IUIATYTHO-BPEMEHHOH M KOMILIEKCHOM IIJIOCKOCTSX
(puc. 2). CyiiecTBoBasiia TakKkKe BO3MOKHOCTH OT-
JIeTBHOTO yCUIeHHA 110 ocsiM X U Y.

Hcnonpsosanmu mpeobpasosarenu [1BJIT-1000-
2, TIBJ1-200-2,3, VP160A45 (tabu. 2), KoTopble 3a
OJIMH TIPOXOJi BIOJIb CBAPHOTO COEIUHEHWS IaBAIN
BO3OMOKHOCTh OOHAPY:KUBATH Je(EKThl IO BCEH
[IMPHHE 1Ba U OKOJIOIIOBHOU 30HBL.

IlTBbI craHuMpOBaNHM CHAPYKU HIU C KOPHEBOU
CTOPOHBI — B 30HAX HaMbOIee OmMaCHOTO AedeKTa
(mempoBapa KopHA 11Ba). g HACTPOUKH U Kamub-
POBEM [e(peKTOCKOTIA KCIIONb30BAIN CTAHIAPTHBIN
STAIOHHBIN obpasern. [Ipu ckaHupoBaHWHN BUXPETO-
KOBBI IpeoOpasoBaTenb IEpeMelagd ¢ IOCTO-
SHHOW cKopocThio. CKaH CBApHOTO COENWHEHUs W
OKOJIOIIIOBHOM 30HBI NIUPUHOH OK0oj0 10 MM 3amwu-

Ta6auna 1. PexuMbl o1€KTPOHHO-IyIeBOM CBAPKU TOHKOJIKUCTOBOTO TAHTAIA

Tommuaa meranna, MM Jlunamerp sxpana, MM

Cwuta Toka my4ya, MA

Yckopsromee HanpsxeHue, kB CropocTb cBapku, M/4

0,2 30 -100
0,5 30 - 100

10-12
24 - 28

20 Tlo 30
20 30

Taﬁﬂnna 2. Hpeo6paSOBaTenH AJIST OMHOBPEMEHHOI'O BBISIBJICHU IIPOJOJIBHBIX U IIOIIEPEYHbIX TPEeIlluH

IIpeo6pasoBarenn Bupn npeobpasoBarens qfciiﬁ?i’??u
IIBJI'T-1000-2 Buxperoxossiil quddepeHnranbHbIH KapaHJAITHOTO THIIA 0,1-2
IIBAT-1000-2T° T"-06pasHblit BUXPETOKOBBIH MU (pepeHITHaNbHbIi KapaHJAIIHOTO THUIIA 0,1-2
TIB/1-200-2,3 Kapanpamsoro Tumna ¢ quddepeHiuanbubIM BKIIOYEHHEM KaTyIIKNA 0,2-0,5
VP160A45 BuxpeTokoBbiii mapamMeTpudeckuii ¢ 45-rpaycHbIM HAKIOHOM HOCHKA pabouel yactu 0,56-2
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CHIBAJI C IIOMOIIBIO IIPOTPAMMHOTO O0GEeCHedeHus
npubopa. YacTtoTy ¥ aMIUIUTyy CATHAIA OT Ipeos-
pasoBaTesnei moa0upaIH TaK, YTOOBI MOIYIUTH MaK-
CUMAJIbHO KOHTPACTHYIO KAPTHUHY IMPOSIBICHHS [e-
(exra.

Ha puc. 3 npencraBieH BUXPETOKOBBIN CHUTHAJ
oT obiacrell CKAHHUPOBAHUA CBAPHOTO COEIMHEHU,
IIOJIy4eHHOTO 3JIEKTPOHHO-Iy4YeBOM CBapKoH, c Je-
thekToM u 6Ge3 Hero. YCTaHOBHIH, 4TO Hamboiee
ONITHUMATIbHAS YaCTOTA UMILYIHCOB IIPH MAKCHUMAah-
HO KOHTPACTHOM IMPOSBIEHUU Aed)eKTa COCTaBIIIET
oxos10 400 xI'ty (mpeobpasosaresns IIBIT-1000-2).

3axarogeHue

IIpoBenenubie wucCiIeOBAHUA ITOKA3aJIH, YTO
IUIS OI[EHKM Ka4ecTBa CBAPHBIX COEIUHEHHUH TOHKO-
CTEHHBIX TAHTAJIOBBIX 3KPAHOB, MOJYYEHHBIX DJIEK-
TPOHHO-JIy4€BOH CBApPKOU, MPHUMEHUM BHUXPETOKO-
BRI KOHTponb Jedexrrockoriom BEKTOP-60I c
TaHTEHITHAIHHBIM BHXPETOKOBBIM IpeobpasoBaTe-
seMm. OH ONTUMUBHUPYET U YIPOIIAET KOHTPOJb, IO~
3BOJIET BBIABIATH T€OMETpHUYECKre MeeKThl THUIIA
MIOPBI ¥ HECIIOIIHOCTH B IIOBEPXHOCTHOM CJIOE IIIBa,
a Takke HamboJsiee ONACHBIH C YKCILLyaTAIMOHHON
TOYKU 3PEHUs e(PEeKT — HEIOIHOe MPOIIaBIeHUE,
HempoBap B KopHe cBapHoro mBa [10]. JlamubIi
MIOXOZ MOKHO WCIIONb30BATh A  DKCIIpecc-
CKaHUPOBAHUS CBAPHBIX IIBOB TAHTAJNA TOJIIAHON
0,2 — 0,5 MM 1719 CBOEBPEMEHHOTO 00HAPYKEeHU Jie-
(hekTOB M mpemOTBpAIleHUS PHUCKA aBAPUIHHOTO U3-
HOCA Y3JI0B SIIUTAKCHAIbHBIX YCTAHOBOK.
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BesomacHoCTh U jKUBYYIECTh 060PYIOBAHUSA PETVIAMEHTUPYIOTCH IIPOYHOCTHBIMHI XaPaKTePHUCTH-
KaM¥ ero OT/IeJbHBIX Y3JI0B U 3JIEMEHTOB, B KOTOPHIX MOIYT ObITh HAYAJIBHBIE WU SKCILIyaTallH-
OHHBIE 1e)eKThI THUIIA IOBEPXHOCTHBIX PASHOOPUEHTHPOBAHHBIX IIOJIY/UIMIITHYECKUX TPEIIUH.
YuceHHbIE METOIBI Pacyera IMO3BOJIAIOT MOIyIUTh 00BN 00beM HH(POPMALIHH O HAIIPSKEH-
Ho-nepopmupoBarrom cocrossanu (HI[C) sTux s1eMeHTOB 10 3ajaHHBIM AJITOPUTMAM pacdyera
COOTBETCTBYIOIIMX Mogesel paspyurenus. Vsvmenenue suna HJIC B61u3u KOHTYpa TpeLuH mpu
mepexozie OT 6osiee TIyOOKMX TOYEK K IIOBEPXHOCTHBIM 3aBHCHUT OT CTECHEHHs aedopMariuit
BIOJb MX (ppouTa, T.e. oT oobemuoctu HJIC. Ha ocHoBe skcrieprMeHTANBHBIX PE3yIHTATOB U
YUCIIEHHBIX PEIIeHMH IIPOBeieHa TUATHOCTHKA (DOPMOU3MEHEHNA Te(DEeKTOB THUIIA II0BEPXHOCT-
HBIX Pa3HOHAIIPABIEHHBIX MOLY3/UIMIITUYECKUX MAaJOIMKIOBBIX TpeliwH. /laHHbIe KOHEYHO-
DIIEMEHTHOTO MOZAEIHMPOBAHUA PEATH30BaHbI Ha OCHOBE MAKPOCOB IIPOTPAMMHOTO KOMILTIEKCA
ANSYS. HccnenoBana 3ak0HOMEPHOCTH HATIPABIEHHOCTH PA3BUTHA YIIPYTOILIACTUYECKOTO pas-
pyLIEHNT NPy MaJIOIUKIOBOM Harpy:keHnu. V3moskeHHAsa MeTOMOJIOTHsA IOATBEp:KIeHa Iapa-
METPUYECKUMH YPABHEHUSIMH KMHETUKM (DOPMOM3MEHEHUS MCCIeNyeMbIX TPEIlWH mpu pak-
Torpa)mIecKoM aHa/n3e MOBEePXHOCTeH MX pasBUTHA. 110 pesysabraraM HCIBITAHHS 00Pa3IioB
C TIOJIY3/UITMIITHYECKUMH TPEIMHAMY TP MAJIOIMKIIOBOM HATPY:KEHUHU IIPUBENEH aHAIU3 [apa-
MEeTPOB MOP(OIIOTHH ITIOBEPXHOCTEH pasBuBImxcs gedexros. [Ipencrapmensl pesyabraTsl n3Me-
PeHuii 10sIei MHTEHCHBHOCTEH YIIPYTOIUIACTUYECKUX Aed)OPMAIliil B BEPIIUHE TPEIIUHbI U Ieo-
METPHUYECKUX XapPaKTEPUCTUK PA3BUTUA ITOBEPXHOCTEH paspylieHusa. AHAIN3 TUHAMUKA JIOKA-
JIBHOTO HAIPSAKEHHO-1e(hOPMUPOBAHHOIO COCTOAHUA BOIM3H KOHTYpa PA3HOOPHEHTUPOBAHHBIX
Ie(PeKTOB B IeTalAX U KOHCTPYKITUAX 000PYZ0BAHUA II0KA3aJI XOPOIIIee COOTBETCTBHE MESKIY JK-
CIIEPHMEHTAIBHBIMYA [apaMeTpaMu reoMeTpuu (JOPM PA3BHUBAIOIIUXCI TPEIIUH W XapaxTe-
PHCTHKAMU, IOTy4YeHHBIMH YHUCIEHHBIMH MeTomaMmu perieHusd. [IpencraBieHHble mapameTpu-
YeCKHe YPaBHEHUA YTOUHAIOT XapaKTEPUCTUKY HEITWHEHHOM MEeXaHUKU PaspyIIeHusd, 03BOA-
OII[Fie OI[EHWBATh W IIPOTHO3WPOBATH JKUBYYECTh U 0€30MACHOCTH PabOTOCIIOCOGHOCTH OTBET-
cTBeHHOro obopyzmoBanus. Ha ocHOBe 1ed)OpMAITMOHHBIX KPUTEPHEE HEIUHEHHON MEeXaHUKH
PaspylIeHns OKa3aHa 3aBUCHMOCTb PA3BUTHUS Pa3pyIIeHUs OT 00BEMHOCTH HAIPSIKEHHO-/e-
(hbopMHUPOBAHHOIO COCTOSHUS, YKa3bIBAKOIIAA Ha HAIIPABIEHHOCTh T€OMETPHYECKOr0 Pa3BUTHS
(hbopMBI TTOBEPXHOCTH PA3PYIIEHHU.

KaroueBble ciioBa: IIOBEPXHOCTHBIE HAKJIOHHBIE ITOIYyDJUIMIITUYECKHE TPELIUHBI; YIIPYro-
mIacTudeckue aedopManyy U HaNPAKeHNUT; MATOIHUKIOBOe paspylieHne; 00beMHOCTb Halps-
$KEHHO-71e(hOPMUPOBAHHOTO COCTOSTHHUS.

ANALYSIS OF THE KINETICS AND DIRECTIONALITY OF ELASTOPLASTIC
DEFORMATION AND FRACTURE
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Safety, survivability, and serviceability of the equipment are governed by the strength characteristics of
the separate units and elements which can contain initial or operational defects such as superficial differ-
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ently oriented semi-elliptical cracks. Numerical methods of calculation provide a large bulk of information
about the stress-strain state (SSS) of those elements proceeding from the given algorithms for calculating
the corresponding fracture models. Change in the type of the SSS near the crack contour when going from
the bulk to the surface depends on the constraint of deformations along their front, i.e., on the 3D charac-
ter of the SSS. Diagnostics of the form change of the defects (surface differently oriented semi-elliptic
low-cycle cracks) is carried out on the basis of experimental results and numerical solutions. The data of
the finite element modeling are implemented on the basis of macros of the ANSYS program complex. The
regularity of the directionality of developing the elastoplastic fracture under low-cycle loading is studied.
The proposed methodology is proved by the parametric equations of the kinetics of forming changes of the
cracks under study in the fractographic analysis of the surfaces of their development. The results of test-
ing samples with semi-elliptic cracks under low-cycle loading are used in analysis of the parameters of the
morphology of the surfaces of the developed defects. The results of measuring fields of elastoplastic defor-
mation intensity in the crack tip and geometrical characteristics of the fracture surface development are
presented. Analysis of the dynamics of the local stress-strain state near the contour of multi-oriented de-
fects in parts and structural units of the equipment showed a good agreement between the experimental
parameters of the geometry of developing cracks and characteristics obtained by numerical methods. The
presented parametric equations specify the characteristics of nonlinear fracture mechanics thus providing
reliable estimation and forecasting of survivability, and safety of serviceability of the critical equipment.
The deformation criteria of nonlinear fracture mechanics are used to demonstrate the dependence of frac-
ture development on the 3D character of the stress-strain state indicating to the directionality of the geo-
metric development of the fracture surface form.

Keywords: surface inclined semi-elliptical cracks; elastic-plastic deformations and stresses; low-cycle

fracture; 3D character of the stress-strain state.

BBenenue

Pecypc obopynoBanus omnpenesnserca MpodHOCT-
HBIMH XapPaKTEePUCTUKAMH €r0 OTAeIbHBIX y3JI0B U
JIerajneid MpU HATHYUN B HUX HAYAIHHBIX WU DKC-
IUIyaTAlMOHHBIX Me()eKTOB THIA MMOBEPXHOCTHBIX
Pa3sHOOPHEHTHUPOBAHHBIX TOMYILIUITHUYECKHX Tpe-
e, MeTobl Ha OCHOBE MPENIOKeHHBIX AJITOPHUT-
MOB pacuyeTa COOTBETCTBYIOIIUX MOeJIel paspylie-
HUAS [JAl0T BO3MOKHOCTH IOJIYYHTH 60jiee MOIHYIO
“H(POPMAITHIO 0 Pe3yIbTaTaX paclpeneneHus 00b-
€MHBIX TOJIeN YIIPYToIUIACTUYECKUX HANPIKEHUN U
medopmarnuii. Kunerrnka Buna HampskeHHO-1edop-
mupoBanroro cocrosguua (HIC) B6ausu kouTypa
TPEIUH 3aBUCHUT OT CTECHEHUdA JedopManuil BLOIb
ux (pponra, T.e. or oobemuoctu HIC.

C yderoM pacYeTHO-3KCIEPUMEHTAIBHBIX pe-
3yJIbTATOB U YHCJIEHHBIX PEIIEHUN CXeMaTU3UPOBa-
HO (popMoOm3MeHeHHe Ae(EKTOB THUIIA TOBEPXHOCT-
HBIX HAKJIOHHBIX MOIYIUITAIECKUX MAaJIOIHUKIIO-
BBIX TpeIuH. Pe3yabrarhl KOHEYHO-3IEMEHTHOTO
MOJIEIUPOBAHUSA IIOJIyYeHbl HAa OCHOBE MAaKpOCOB
nporpammuoro kommiekca ANSYS. IIpoeeneno mo-
IeIUpOBaHNe 3aKOHOMEPHOCTH HAIPABJIEHUS pas-
BUTUSA YIPYTOIIACTUYECKOTO Pa3pyIIeHUs IPU Ma-
JIOIUKJIOBOM Harpy:KeHuu. JlaHHAad MeTOM0JIOTHUA
MTO/ITBEPIKIAETCS TapaMeTPHIECKUMH YPABHEHUIMU
KUHETHKH (DOPMOMBMEHEHUS HUCCIeAyeMbIX TPEIuH
npu QparTorpaduIecKkoM aHaIHu3e MTOBEPXHOCTEH
ux pasButHd. JlaH aHanaus mapaMerpoB MOpPgoIIo-
THH IOBEPXHOCTEH pasBUBIINXCH 1e()eKTOB IIPH Ma-
JIOIUKJIOBOM HATPy:KeHuu. PesysbpTarhl SKCIEpH-
MEeHTaJIbHBIX M3MepeHu{ Iojied HHTEeHCHBHOCTEeU
YIPYTOIJIACTUYECKUX AeopMaliii B BEPIINHE Tpe-
[[AHBI ¥ TEOMETPUIECKUX XAPAKTEPUCTHUK PA3BUTHL
MTOBEPXHOCTEH paspyIleHus, a TAKKe THHAMUKH JI0-

KaJIbHOTO HATPSIKEHHO-1e()OPMHUPOBAHHOTO COCTOS-
HUA BOMH3M KOHTypa PasHOOPHEHTHPOBAHHBIX Ie-
(exToB B meTansgx W KOHCTPYKIMAX 000pYTOBAHUSI
IIOKa3aJId XOpOoIllee COOTBETCTBHE C IIapaMeTpPaMHU,
HaWJEHHBIMH YHCJIEHHBIMH METOJaMU PeIIeHUsd
[1-15]. Ilomyuemnsle mapamerpuyecKue ypaBHe-
HUA YTOYHAIOT XapaKTePUCTHUKU HEJIMHEHHOU Mexa-
HUKW paspylieHusa, Jal0T BOSMOXHOCTHL OIl€HHUBATb
¥ IIPOTHO3UPOBATH JKUBYIECTh U 0€30I1aCHOCTH pabo-
TOCIIOCOGHOCTH OTBETCTBEHHOTo obopynoBanusa. Ha
ocHOBe Me)OpPMAaIMOHHBIX KPUTEPUEB HEIWHEHHOH
MeXaHUKHU paspylieHnd I0Ka3aHa 3aBUCUMOCTD Pas-
HOHAIPABJIEHHOCTH Pa3BUTHA (DOPMBI TOBEPXHOCTH
paspylIeHns UCCAEAYEMBIX TPEIUH OT 00bEMHOCTH
HaIIPIKEHHO-1e()OPMUPOBAHHOIO COCTOSTHHUS.

Ilens paGoTsl

Ilens — wmccnemoBanue Ha OCHOBe medopMaIy-
OHHBIX KDUTEPUEB HEIWHEHHON MEXaHWKH paspy-
IIeHU 3aBUCUMOCTH PAa3BUTHUA U HAIIPABIECHUS IIPO-
1ecca yIpyroiacTUIecKoro paspyIleHusa 0T 00heM-
HOCTH HAIIPSIKEHHO-Te()OPMUPOBAHHOTO COCTOSHUS.

MeToasl HcciIegoBaHUuA

B pabore ncrionb3oBaHbI KaK pacieTHO-9KCIIEPH-
MeHTaJIbHble MeTOIbl HCCIeJOBAaHU KUHETUKU Ma-
JIOIIMKJIOBBIX IIOBEPXHOCTHBHIX PA3HOOPHUEHTHPOBAH-
HBIX IIOJIYSJIIUNTHYECKUX TPeIIWH, TaKk U YUCIeH-
HbIe METOABI pacieTa HA OCHOBE IIPOTPAMMHOTIO
romruiekca ANSYS oKambHBIX ITOJIEH yIpyroruia-
CTHUYECKHUX JepopMaIiii ¥ HATIPSIKEHUH 110 KOHTYPY
HCCIIeIyEMbIX TPEIIHH.
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Puc. 1. Cxema Tpy6uaroro o6pasia ¢ UCXOIHBIME Haape3a-
Mu (@) B H30MeTpHUdIecKoe M3obpakeHue MOBEPXHOCTH Tpe-
IWHBI, IOAPOCITIEH U3 UCXOHOTO TOY3ILTHITHYECKOTO Hal-
pesa mmpu B = 17/3 (6)

PesyabTaThl paGoThl, HX OIEHKA,
COIIOCTaBJIEHHE C TaHHBIMU,
HOJYyY€eHHbIMH JPYTAMU METOZaMu

Kax usBectHO, onpeensioiiee ypaBHeHHE YIIPY-
TOIUTACTUYECKOH TEOPHH, CBA3bIBAIOIlee IIpUpallie-
HUA TeH3opa gedopMaruii efj’. ¥ TEeH30pa HaIpsKe-

HUU O;;, IMEEeT BUJL

de? = pary, (1)
Y 0o ..
17
rae f — HeKoropas (OYHKIHMS Harpy:xKeHwus; h —

(yHKIIMA yOpOYHEHWs, 3aBHUCALIAS OT ILIACTHIe-
cKux medpopMaIuil ¥ HANPSIKEHUH, BEKTOpa HArpYy-
SKeHuA ¥ noBepxHocTu Harpy:xenud. [lomHoe coor-
HOIIIEHVE MEKy HANPAKEeHUIAMU U JAedopMaIuamu
MOSKHO IIPEJICTABUTH KaK

1 o , .
e = o dsy +——hd'f. (2)

y

S3aKOHOMEPHOCTH PA3BUTHSI U HANPABIEHHUA
mpoliecca yIpyTOIUIACTHYECKOTO Pa3pyLUIeHHUs IMIpU
HAJTUIUN MAJIOIUKIOBBIX TPEII[UH B BJIEMEHTAaX KOH-
CTPYKIIMH ABIAIOTCA IPUOPUTETHBIMU IPU OI€HU-
BaHHUU UX HKCIUIyaTaIMOHHOTO pecypca.

HccnenoBanusa mpoBoawIn HaA TPyOYaTHIX 00-
pasmax Cc BHYTPEHHHM U BHEIHUM JHAMETPaMu
D =50mM u d = 30 MM U3 AyCTEHHTHON KOPPO3H-
ouHO-cToMKoM cramu Tuma 08X18H9, cxema koro-
pBIX IpuBeneHa Ha puc. 1. J[na 910 cranu npepen
ynpyroctu o, = 107,6 MIla, npenen texyuectu o, =
= 195 MIla, upemen mnpounoctu 0, = 632 Mlla,
COIIPOTHUBIIEHNE PaspbIBy B Iieilike S, = 1261 MlIa,
OTHOCHUTENbHOE cyxeHue W, = 71,1%, w™Moxmynb
yupyrocru E = 2,1 - 101 MIIa.

Hanecenue uCcXoqHBIX HAAPE30B W HCIBITAHUA
MPOBOIMIN COTJIACHO METOJHKE U KPUTEPUAM paboT
[1-9]. Ha puc. 2 nmpuBeneHa 3aBuCUMOCTS [ 7] oTHO-

bla,
1,00 ’/I/-""*3
a0 o‘b nl
@0
9—5 .
— g% d/D=0,6 |
v*ﬂ t=10MmM
o%
0,50 ,ﬁ:'_ % b
' ‘;, ml 25w N2z f3|xidlx ! g
7
_g’i" #104le |+ || |e
4.
f‘ 40l o | o A |V
[‘ #oo|la @ |o|w |e
0 0,50 b/t

Puc. 2. SxcrnepuMeHTaIbHbIE TOYKA W PACUETHBIE 3aBHUCH-
£ o

moctu b/a, 10 ypaBHeHHIO (2) OT OTHOCHTEIBHOU IIIyOHWHBI

TpernuHb! 11 06pasios cranu 08X18H9 ¢ d/D = 0,6

IIEHUS II0JyOCeH IOAPACTAIINX TIOBEPXHOCTEH
paspylleHus OT OTHOCUTEIBHOM IIIyOMHBI m1ed)erTa,
rae ¢ u b — 6ombInas U Manas MOJyOCH Oy JIIHII-
THYECKO# TPeluHBI; a, — IPOEKIHs MOIyOoCH pac-
YeTHOM moBepxHOoCcTH Ha och OX; ¢ — TommuHAa
creHku obpasria. IIpu cooTBETCTBYIOIUX HOMUHAb-
HBIX OTHOCHTEJbHBIX HAIPKEHUIX IIMKIA Harpy-
KEHUAG, = 0,/0, (0, — HOMHHAJIbHOE HaIIPSKEHNE
B cedueHmu o0pasiia) ¥ yIjiax HaAKJIOHA PACYETHOH
rmoBepxHocTy B* HaOMIOmaeTCs MPUOPUTETHBIA POCT
MaJIOH IIOJIyOCH C YBEIMYEHUEM INIyOMHbI TPEIIHHEL.
PyHKIMOHATFHOE U3MeHeHUe Ha OCHOBe [7] omuca-
HO SMIINPUYIECKOH 3aBUCUMOCTHIO

2 Obi 5
A-A, 2 (A +Age,)
3k i
b oA a0 L[3 40“]5 "
® 1 2 ¢ ’
x TI
rae O0p;, 0,; — COOTBETCTBEHHO JIOKAJIbHBINA npenena

MPOYHOCTH ¥ TEKy4yecTH Marepuajga B (-30HE;
e;=e.D,/I — orHOCuTenbHA paspyluaroas je-
(hopmarus B TOKAIBHOHN 30HE TPEIUHBI; €, — OTHO-
cuTeNbHAsd paspyliawinai MecTHadA aedopMariusd
IUIS TJIagKoro obpasna; D, — KoauiiueHT cHuske-
HHUS TpPefeNbHBIX IUIACTHYECKUX medopMaliuii B
30HEe BEPIIHUHBI TPEIUuHbL;, | — K02 UI[UEeHT IOBLI-
[IIEHUs TePBOTO TIIABHOTO HATIPS)KEHHUS B 30HE Bep-
IIUHBI TPEIUHBI 38 CYET BOBHUKHOBEHUSI 00HEMHO-
ro HAIpPSIKEHHOTO cocrosHusd. J[ms paccmarpuBae-
MOTO Kjacca crajei mapamerpbl A; (mpu i = 1-6)
MPUHUMAIOT clienyloriue 3uadenus: A; = 1,61; A, =
= 0,058; A; = 0,647; A, = 0,107; A5 = 0,852; Ay =
=1,4-103. J[1a IIOCKOTO HAIPSKEHHOTO COCTOS-
uua mwiactuasl D, = 0,610 u [ = 1,10, a ana mwio-
ckoit gecpopmariun — D, = 0,209 u I = 2,490. Crpa-
BeIIUBOCTEL (PyHKIMH (2) moarBepsxaaerca PpaKTo-
rpauuecKuM UCCIeJOBaHNEeM MOP(QOIOTHH TOBEPX-
HOCTH paspyurerus [11].
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Puc. 3. Pacuernas cxema KOHEUHO-3JI€MEHTHON MOJIEIHN II0-
JIySJUIUIITHIEeCKON TIOBEPXHOCTHOH TPEINHbI

=3
S ml;x1s13]9 b/t =045
456 5 =13 b/a’=0,789
I s ~
398 r/f AN
\ 7 \
SNe— |
340 | =
blt=0,317
282 \ bla=0,722
24| . ] | ?
1] 0257w 05w

Puc. 4. Pacupenenenve ITOKaIbHBIX OTHOCUTEIBHBIX YIIPY-
TOIUIACTHIECKUX e(DOPMAIIHIL BIOJIb KOHTYPA TPEIIUHBI HOP-
MAaJIBHOTO OTPBIBA B = 77/2 Ipy HArpysKe IUKIA G, = 1,3

st yrouHeHHOro 060CHOBaHMS (POPMOU3MEHE-
HHS ITIOBEPXHOCTH PA3BUBAIOIIMXCS TPEIIMH Ha OC-
HOBe mporpammuoro xomiriekca ANSYS [10] BeI-
rosiHeHbl yucsienubie pacdersl HIC mus Tpermun
HOPMAJIbHOTO OTPBIBA, PA3HOM INIyOMHBI M T'EOMET-
pun. CxeMa pacyeTHOH KOHEYHO-3JIEMEHTHOH Moje-
JI TIpUBEeHAa Ha puc. 3.

Ha puc. 4 mpencraBineHo pacnpesieneHue JIo-
KaJIbHBIX OTHOCUTEIbHBIX YIPYTOIIACTHYECKUX JIe-
cdopmaruii BIOIb KOHTYypa TPEIIUHbI HOPMAILHOTO
oTpeIBa = 77/2 IpU HOMUHAIBHOM HArpy3Ke ITUKIa
6, = 1,3, rne e; = e;le, — OTHOCHTEIbHAA HMHTEH-
CHBHOCTb YNPYTOILUIACTHYECKOH medopManuu; e; —
HMHTEHCHBHOCTH YIPYTOILIACTHYECKOH AedopMaruy;
e, — ILIacTUdeckad medopManud HA Ipefele TEeKy-
YeCTH; () — IJLIUITHIECKUAN YTOIL.

Ha puc. 5 mokasano pacmpeneneHue JOKAIbHbBIX
[I0JIE OTHOCHUTEIHHBIX YIIPYTOIIACTHYECKUX Ha-
NpsiKeHUH BOJU3HU CAMOK TIyOOKOM TOYKH TPEIIHHbI
@ = 17/2 ¢ cooTHOMmERUeM Tomyoceit b/ a, = 0,789 u
OTHOCHUTEeNbHOM Taybunout b/t = 0,45. Ilpum stom

(=3

e I , | oéxlsn'g I
F, =13
p=n2
bit=045
blal=0,789 |
g =38

'
rila;

0 0,228 0,456

Puc. 5. Pacripenenenre TOKaaIbHBIX MOJI€H OTHOCHUTEIBHBIX
YIPYTOIIACTHYECKIX HATPIKEHUH VIS CAMOU TVIyGOKOM TO9-
KU TPEIIWHBI ¢ = 77/2 C COOTHONIEHWeM Tiomyoced b/a, =
= 0,789 u oTHOCUTENLHOM IIyOUHOM b/t = 0,45

G; = 0;/0, — OTHOCHUTENIbHAS MHTEHCUBHOCTH YIIPY-
rOIIACTUYIECKUX HANPSIKEHUH; 0; — UHTEHCUBHOCTD
YIPYTOINIACTUYECKUX  HAUPIKEHHH; G, = 0,/0,
Gy = 0y/0,, G5 = 03/0, — TJIABHbIE OTHOCHTEJIbHBIE
YIPYTOIJIACTUYECKHE HANPAKEHUd; Oy, Oy, O3 —
[JIaBHbIE HAIPSKEHUS; I' — PACCTOAHNE OT BEpIIIH-
HbI TPEIIUHbI; @, — PacdeTHas MOJyoCh JILIUTICA.

Ha puc. 6 nmpuBeneHb! 111 CPaBHEHUS DKCIIEPH-
MEeHTAa/IbHbIEe JaHHbIe U Pe3yJbTAT YHUCIEHHBIX pac-
YeTOB paclpeeleHus JOKAIbHBIX YIIPYTOIIaCTHYIe-
ckux medopmanuii BOJM3U MMOBEPXHOCTHOH TOYKHU
MOJLy2JLIuIITHIecKoro qedexra ¢ = 0 mpu f = /2.

3aBHUCHMOCTH OTHOCHUTEIbHBIX HHTEHCHBHOCTEMH
yIpyromnacTuieckux negopmanuii ot f, 6, 1 00b-
€MHOCTH HOMWHAIBHOTO HAIPSKEHHO-TepopMu-
POBAHHOIO COCTOSHHUS IIPU 3aJaHHBIX T'PAHHYHBIX
YCIIOBHUSAX OMMCHIBAIOTCS [7] aMIUPUIECKUMU (DYHK-
UAMHA

(éi)b* :(éi)a* \Ib / a; , (3)

s f3+Bf4

@i)a*:%\/l—wuzeiflﬁ@ % , @

Tl t

rae (éi)b* Z(Ei)(p:n/% (éi)a* Z(éi)q):o; A= 1,18 -
-17-103¢ ;- JJIs  ayCTEHWTHBIX HEpPIKABEIOIINX
[UKJINYeCKy cTabmiIbHbIX cranmei kimacca 08X18HO:
fi==0181c,, - 019162 + 00833 ;f, = - 1,5 +
+0,335,,; f5 = 3,645(5,,)%%; f, = -1,319(5 ,,,) %156,
Cormacuo puc. 4 u 6, 9KCIIepUMEHTAIbHbBIE Pe3yiib-
TaThl ¥ YUCIEHHBIE PEIIIEHHS XOPOIIIO COrVIACYIOTCA.

®dopMousMeHeHe Pa3BUBAIOIIUXCI  IIOBEPX-
HOCTEH CyIIIECTBEHHO 3aBHCHT OT HAIPSKEHHO-Ie-
(bopMHEPOBAHHOTO COCTOAHUS B COOTBETCTBYIOIIEM
MHEpPOOOBEMe JIOKaIbHOTO paspyurenns. Ha ocHose
neopMalMOHHBIX KpUTepueB paspyirenus [2 — 3]
YHUCIEHHBIMHA METOJaMH pPacueTa OIpenessid OT-
HOCHTEJbHBIE paspyliaioliue aeopMaiuu B COOT-
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514,35 | | T

08X 18HO
426.5 7, -13

=0
B3N b/r=045
LY
2505 \\ bla’ = 0,789
162,5 N
~—
74,5 h"‘-lr--...____ ria;
0 0,0785 0,156

Puc. 6. dxcnepuMeHTanbHble faHHbIE (TOYKH) U PesybraT
YHCIEHHBIX PAcueToB (JIHMHHA) pACIpemeeHus JOKATHHBIX
YIPYTOIIACTHIECKUX AedopManuii BOIM3K IIOBEPXHOCTHOMH
TOYKHU IOy IIIAITHYECKOro federta ¢ = 0 mpu f = r7/2

BETCTBYIOIINX 30HAX KOHTYPA TPELUHBI € ¢ 110 yPaB-
HEHUIO

¢ =D, ¢, (5)

~ |

rne ] =1/G,; &, — oTHOCHTENbHAsA pa3pyIualIas
MecTHasd aedopMarus Iy TJIagKoro o0pasia, ompe-
nensgeMas uepes Cy;KeHHue B IIeHKe;

De :kdégclﬂ 36(:p :61+62+63;

B 1 = = = = = =

G, =—=+/(5, - 6,)2 +(6, - 53)2 + (53 —5,)2, (6)
\/5\/ 1~ 02 273 3 1

5,=6,/6,=1,06,=06,/6,, 03 =65/6;, kg = 1,2.

C y4eToM BBIIIEU3IOKEHHON HH(pOpPMAIWH Ha
puc. 7 mokazaHa KUHETHKA (DOPMOH3MEHEHHs pac-
cMaTpuBaeMoOU TPelIMHBI U IPUBEEHO H3MeHeHUe
OTHOIIIEHHS OTHOCUTEJIBHOM paspyIarolinei gedop-
Malluy B II0OBEPXHOCTHOU TOYKe KOHTYpa (€/),_ K
OTHOCHUTEILHOU paspyuiawliei medopMaliid B ca-

MO riIybOKOIT TOUKe (€ f)(p:n /2, T.€.

e =¢p 1 . (7)

OT OTHOCHUTENIHHOU INIyOUHBI TPEIIUHbI b/t (’é'f — us-
MeHeHHe OTHOCHTEILHOM paspylaroliei medopma-
MY B 30HE BEPIIUH TPEIUHBI).

BriBoanl

ITonyuenuble pes3ymabTATBI OOBACHIIOT SKCITE-
pUMeHTaIbHbIE (DAKTHI OOJIBIIIEH CKOPOCTH pocTa
TPeLMHBI B HAMPABIEHUN €e Majoi moiyocu (cm.
puc. 2 u puc. 7, @) u 60nbIIeH HHTEHCHBHOCTH [e-
dopmaruii BIoab 6OJBIIION IOIYyOCH JJLINIICA B CH-
Jy CyIIeCTBEHHO 00jiee BBICOKOTO YPOBHA pas-
pyuiamoiinei aedopManuy B IIOBEPXHOCTHOH TOYKe
TPEIUHBI.

bf'a: er

1.00 1 -
08X 15HD /
—— 10
08X 18119 T, =13 ;
71 f-ni2
0.75
4 4
=113
.
a 6
0,50 , . L ht & — bt
0 02 0.4 06 08 i 0.2 0.4 0,6

Puc. 7. Unnocrpanys KuHETHKN POPMOM3MEHEHHS TeOMeT-
pUU IIOBEPXHOCTH PACCMaTPUBAEMOH TPEIUHBI (@) U U3MeHe-
HES OTHOCHTEILHOHN paspymiarormei jedopMaruu B 30He To-
4eK KOHTYPa ey OT OTHOCUTENLHOM IITyOHHBI TPeIUHEI (6)

Kommurekc maremMaTwdecKoro mpeaCTaBICHUS
YUC/IIEHHBIX M PaACY€THO-9KCIIEPUMEHTAa/JIbHbIX MHC-
CIeIOBaHUHM IPU HEIWHEHHBIX YCIOBHUAX HArpy:Ke-
HUS MOYKET paccMaTpHUBaThCA KakK 60ee TOYHOE MO-
IeIUpOBaHre KUHETHKH (DOPMOU3MEHEHUSI TeOMeT-
PUH IIOBEPXHOCTHBIX HCXOIHBIX PA3HOOPHUEHTHUPO-
BaHHBIX Je(PEKTOB U PA3BHUBAIOIIUXCS TPEIUH C
yueroMm JoKanbHbIX xapakrepuctuk HIIC, kpurepu-
eB HeJIMHEeHWHOM MexaHWKHu paspymenus. Ha ero oc-
HOBE MOYKHO YTOYHATH 9KCIUIyaTaIlMOHHBIA PECypC,
MPOYHOCTD, JKUBYyYECTh U 6E30MIacHOCTh PaboToco-
coOHOCTH 000PYyIOBAHUS.

Pa6boma evinosnena npu urarcogoii noddep-
acke epanma PODHU No 18-08-00572-a.
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IMPUMEHEHHUE METO/JUKH PAHHEH TUATHOCTHKH
IIOBPEK/JIEHWI IIPU UCCJIEJIOBAHUY ABHAITMOHHOMH IIAHEJIN

© Hrops EBrenbeBuu Bacuasesl, I0puii I'puropsesnd MarBueHkol,
Annpeiri BaueciaBosuu IlankoB2, Anekceit 'ennanbeBnd Kanuamn?

I Mucruryr mamuunoBenenus um. A. A. Braroupasosa PAH, Poccusi, 119334, Mocksa, yia. Bapauna. 1. 4;
e-mail: vie0l@rambler.ru

2 IlenrpanbHbIi asporuapoaunHamudecknil uacrutyT uM. H. E. fyxosckoro, Poccust, 140180, Mockosckas 00i1., r. JKyKoBckmii,
ya. JKykosckoro, 1.

Cmamuvs nocmynuaa 9 ¢espans 2018 2. Ilocmynuna nocae dopabomru 9 gpespans 2018 .
IIpunsama k nybaukayuu 15 urons 2018 .

IIpusenens! pesynbrarst mpumenenus paspaboransaoi 8 UMAI PAH meronuku paxued gua-
THOCTHKM CKPBITOTO ITOBPEKJEHHUSA B ABHAI[MOHHOW ITAHEIN M3 KOMIIO3UTHOTO MaTepHasa IIpu
CTEHIOBbIX HCIIBITAHUAX Ha pacTsaxenne. OieHeHbI BO3MOKHOCTH Pa3paboTaHHOM METOIUKN U
IIPOrPaMMHOIO IIPOYKTA IS BBISBJICHUS [OBPEKICHNS HA PAHHEHN CTaUU HATPYKEHUs [TaHe-
JIY B YCIIOBUSX YIIPYTOTO Ae(hOPMHPOBAHUA MaTeprasa ¢ IPUMEHEHHEM XPYIIKOTO TeH30IOKPhI-
THA, TPEIIWHBI B KOTOPOM PETUCTPUPOBAIN CHHXPOHHO C IIPHMEHEHUEM BBICOKOCKOPOCTHO BU-
JIleoKamMepnl «BumeocpuHT» U aKyCTHKO-3MHUCCHOHHOM cucreMbl A-Line 32D. B xone skcmepu-
MeHTa II0 BBISBJIEHHIO ITOAII0OBEPXHOCTHOTO Jediekra (Haapesa CpeqHero CTpPHHrepa) B aBHAIIN-
OHHO¥ ITaHenu nporecTupoBaHa paspaborannas B MMAIIl koHnennua BhIABIEHUS IOBPEKIE-
HUH HA PAHHEH CTaJNHU HATPY:KEHUS B YCIOBUAX YIIPYTOTro M1e(pOPMUPOBAHUIA MATEPHUAIA KOHCT-
pyxuumu. Ilpu 5TOM TecTHpPOBAIN HE TOJIHKO METOAWKY, HO M CIEIMAIbHO PaspaboTaHHOe g
KJIACTEPHOTO AHAJIN3A U KIACCU(UKAIINY PETUCTPUPYEMBIX JOKAIMOHHBIX UMITYJIHCOB IIPOTPaM-
mHoe obecrreuenue (I10), a Tak:xe o6opymoarwe u [10 115t CHHXPOHHOM 3aITHCH IOTOKOB BHIEO0-
n300paKeHNH U MaCCHBOB aKyCTHKO-OMHUCCHOHHBIX (AJ) naHubXx. CHHXpOHHAS pErucTpariys
[IOTOKOB BHUJIEOM300PAKEHUI M UMILYJIBCOB AD M03BOJIIIIA TOYHO KOHTPOIMPOBATD IIPOIECC TPe-
LMHOOOPA30BaHUA B TEH30IIOKPHITHH Ha dTAlaX SKCIEPUMEHTA, a CTPYKTYPHO-(DEHOMEHOIOTU-
YECKUH TOJXO]I IIPH KIACCH(PUKAIINN PETUCTPUPYEMbIX MACCHBOB JAaHHBIX AD — OTCIIEKHBATD
OCHOBHBIE TPEH/[bI HAKOIUIEHHUS [TOBPESKIEHUH Ha PA3HBIX CTPYKTYPHBIX YPOBHAX U UICHTHU(H-
IUPOBAaTh UCTOYHUKH X U3JIydeHud. KOMILIEKCHOe HCII0Ib30BaHKe OKCHIHOTO TEH30IIOKPBITHS,
BBICOKOCKOPOCTHOM BHIEOCHEMKH, CHHXPOHU3UPOBAHHOMN C CHCTEMOM AO KOHTPOJISA, HaJI0 BO3-
MOJKHOCTH B ITPOIfeCCe MOHHTOPWHTA COCTOSHHA ABHAI[MOHHOU ITaHENIN IIPH YPOBHE HATPY3KH
P =90 xH, cocraBnaromeii mpumepHo 12 % OT mpefenbHOH, TOYHO AUATHOCTHPOBATH 00IacThb
IIOIIOBEPXHOCTHOTO Ie)eKTa, BHIABIATH PACIIpefeIeH e HanOOoIbIINX TIIaBHbIX 1ed)opMaIiil B
0061aCcTH TPEIUHOOOPA30BAHUS XPYIIKOTO IOKPHITHS, IIPOBOAUTD UX KOJIMIECTBEHHYIO OIIEHKY U
UIEHTU(PUIIPOBATH OCHOBHBIE UCTOYHUKY U3ITydeHus AO CUTHAIIOB.

KirroueBsbIe cIOBa: PaHHSA AUATHOCTUKA; TOBPEKIEHNE; XPYIIKOe TeH30IIOKPBITHE; AKyCTHIe-
CKAasl DMUCCHS; BBICOKOCKOPOCTHAS BUIEOCHEMKA; KOMIIO3UTHAS TaHEeb.

APPLICATION OF THE EARLY DAMAGE DIAGNOSTICS TECHNIQUE
TO EXAMINATION OF THE AVIATION PANEL

© Igor E. Vasil’evl, Yury G. Matvienkol, Andrei V. Pankov2, Alexei G. Kalinin2

1 Mechanical Engineering Research Institute of the Russian Academy of Sciences (IMASH RAS), ul. Bardina 4, Moscow,
119334, Russia; e-mail: vie0l@rambler.ru

2 Prof. N. E. Zhukovsky Central Aero-hydrodynamic Institute (TSAGI), ul. Zhukovskogo, 1, Zhukovsky, Moscow obl., 140180,
Russia.
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The results of using early damage diagnostics technique (developed in the Mechanical Engineering
Research Institute of the Russian Academy of Sciences (IMASH RAN) for detecting the latent damage
of an aviation panel made of composite material upon bench tensile tests are presented. We have assessed
the capabilities of the developed technique and software regarding damage detection at the early stage
of panel loading in conditions of elastic strain of the material using brittle strain-sensitive coating and si-
multaneous crack detection in the coating with a high-speed video camera “Video-print” and acoustic
emission system “A-Line 32D.” When revealing a subsurface defect (a notch of the middle stringer) of the
aviation panel, the general concept of damage detection at the early stage of loading in conditions of elastic
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behavior of the material was also tested in the course of the experiment, as well as the software specially
developed for cluster analysis and classification of detected location pulses along with the equipment and
software for simultaneous recording of video data flows and arrays of acoustic emission (AE) data. Syn-
chronous recording of video images and AE pulses ensured precise control of the cracking process in the
brittle strain-sensitive coating (tensocoating)at all stages of the experiment, whereas the use of struc-
tural-phenomenological approach kept track of the main trends in damage accumulation at different
structural levels and identify the sources of their origin when classifying recorded AE data arrays. The
combined use of oxide tensocoatings and high-speed video recording synchronized with the AE control
system, provide the possibility of definite determination of the subsurface defect, reveal the maximum
principal strains in the area of crack formation, quantify them and identify the main sources of AE signals
upon monitoring the state of the aviation panel under loading P = 90 kN, which is about 12% of the criti-
cal load.

Keywords: early diagnostics; damage; brittle strain-sensitive (tensosensitive) coating; acoustic emission;

high-speed video recording; composite panel.

BBenenmne

Hcnonbp3oBaHve TEH30MOKPBITHH B KadyecTBe
CpezicTBa Hepas3pyIIAIOIero KOHTPOJIA U JUATHOCTH-
KU Ha paHHeH CTaIuy HATPYKEHHSI B YCIOBHAX YII-
pyroro medOpMUpPOBAHUA KOHCTPYKIIMH JJI BBIAB-
JIEHUS CKPBITHIX JIOKAIBHBIX 1e()eKTOB B CTPYKTYpPe
MaTepuana U OIEHKU CTEIeHH ero Jerpajaluy B
30HEe IIOBPEKIeHNs — HOBOE HAIPaBIeHHE B PA3BH-
THH METO[a XPYIKHX TEeH304yBCTBUTENHHBIX IIO-
KPBITUH.

Ilo xapTuHe pacupocTpaHeHHA TPEIINH B TEH30-
HOKpbeITUH [1 — 3] MOKHO OIIEPATHUBHO U JOCTATOYHO
TOYHO [MArHOCTHPOBATH HE TOJBKO BO3JEHCTBHE
KOHCTPYKTHBHO-TEXHOJOTHIECKUX OCOOEHHOCTEH HAa
HamnpsKeHHo-nTeopmuposannoe cocrosaue (HIC)
B HCCTIEJyeMbIX 3JI€MEHTax KOHCTPYKIIUH, HO U BBI-
SBJIATH CKPBITHIE JIOKAThHBIE Te(DEeKThI U TOBpeK/Ie-
HUS B CTPYKType MaTepuaa.

OcHOBHBIME crIIOCOOaMU KOHTPOJISA U PErucrpa-
[MHU PACIPOCTPAHEHUs TPEIIUH B XPYIIKOM TEH30II0-
KPBITHH 0 HEIABHEr0 BpeMeHM ObLIM BHU3yabHOE
Habmonenre u gorocbemia [1 — 3]. IlockonbKy Be-
JIMYUHA PACKPBITUA TPEIIUH B TEH30MOKPBITUIX CO-
CTaBIIIET IPUMEPHO 2 — 3 MKM, TO [IJIT UX PETHUCTPA-
MU HUCIOJIB3YIOT HAIPABJIEHHBIH CBET IO YIJIOM
30 - 60° k uccaexyemoit moBepxHocTH. Perucrpanusa
KapTHH TPEIHH B XPYIKUX TEH30YyBCTBUTEIbHBIX
TIOKPBITUAX 3aKI0YaeTca B hparMeHTHOM (poTorpa-
(hupoBaHUM U 3apPUCOBKE HA MPEIBAPUTEIBHO IIOJI-
TOTOBJIEHHBIE 3CKU3BI MECT 00pA30BAHUS TPEIIUH B
rccaenyeMon KOHCTpyKIuu. BusyanbpHoe Habome-
HHe 32 PACIPOCTPAHEHUEM TPEIINH B TE€H30IOKPHI-
THU B MPOIlECCE SKCIEPHUMEHTA YacTO OKa3bIBAETCA
TEeXHUYECKH CJIOXKHOH IIPOLIeLypod, a BpeMd, Tpe-
Oyemoe /i 3apHCOBKM KapTHH TPEIIMH Ha 3Tarax
9KCIIEPUMEHTA, KaK IIPABUJIO, IIPEBBIIIAET JIUTEh-
HOCTBb caMux ucmbiTanuii. [Ipu aTom TouHOCTH BOC-
MIPOM3BEIeHNUA KAPTUH TPEIWH Ha S3CKU3aX B 3HAUH-
TEeJILHON CTEIeHU 3aBHCHT OT CIIOCOOHOCTEH SKCIIe-
pumenrtaropa. Jaa yiydmieHus BUIUMOCTH o06pa-
30BABIIUXCA B TEH30IOKPHITHH TPEIIUH HCIIOJIb3Y-
0T IIPOHUKAIOIIYE KPACUTENH U DIIEKTPOCTATHIECKU
3apssKeHHbIE YaCTHUIBI SMOKCHUIHBIX cMoia [1 —4].

OpHako 5TH MeTO[bI MPUMEHWMbI JIMIIb HA 3Tale
MocTo6PabOTKH Pe3yIbTaTOB UCIBITAHUMH.

Taxum o6pasom, orpaHUIEHNT IPUMEHEHNUI Me-
TOfA XPYNKUX TOKPBITHH O00YCIOBIEHBI HEOOXOH-
MOCTBIO ONITHKO-BH3YAIBHON PErHuCTPAIlUU IIPOIiec-
ca TpPemuHO00PA30BAHUA TEH3OIOKDPBITHS, CIIOK-
HOCTBIO BOCIIPOM3BEJEHUA 00pasyoOIINXCsI KapTHUH
TPEIIUH Ha HOCUTENIIX WH(POpPMAINHU (3apUCOBKA Ha
acKm3ax, (POTO- M BUIEOCHEMKA B HAIMPABIEHHOM
cBeTe), a Tak:Ke JOKATHLHOCTHIO PA3MEIIeHHs TeH30-
TIOKPBITHH B TEXHOJIOTHMYECKH JOCTYIHBIX B30HAX
KOHCTPYKITUU, B KOTOPBIX BO3MOKHA (hUKcaIuda 006-
pasoBaHus TpelUH. ¥Ka3aHHbIe (DAKTOPHI B 3HAYHU-
TEIbHOH CTEIeHH OrPAaHWIUBAIOT BO3MOYKHOCTH
IPUMEHEHUs MeTOJa IIPU UCCIeJOBAHUU pacipere-
JIEHUA TI0JIeY TVIaBHBIX HaNpA:KeHuH (qedopmarinii),
BBISBIIEHUHU IOBPEKIEHUN U CKPBITHIX JIOKATHHBIX
nedexToB B KoHCTpYEInax. [losTomy Bo3HUKaeT He-
00XOIMMOCTh B PaspabOTKe U MPUMEHEHWH WHBIX
METOJIOB ¥ CPEACTB [JI MUCTAHIIMOHHOTO MOHUTO-
pUHTa W aBTOMATHU3ALMH IIPOIlecca PEeTUCTPAIINH
TPEIINH B XPYIKUX TEeH30IIOKPHITHAX [4 — 8].

Kounenuua panHedl THAarHOCTHKH
IJIA BBIABJIEHUS IOBPEKICHUN
B KOHCTPYKITHAX

IIpoBenens ucenenoBanusa u paspaborana KOH-
IETIIHU KOMITIEKCHOTO MCIIOIBb30BAHUS XPYIIKUX OK-
CHU/IHBIX TEH30MHAMKATOPOB, CHCTEM BBICOKOCKOPO-
CTHOH BHIEOCHEMKH U AKYCTHKO-3MHUCCHOHHOTO KOH-
TPOJIA /I JUATHOCTUKHU Je()EKTOB B KOMIIO3UTHBIX
Marepuaiax. XapakTepHOH OCOOEHHOCTBIO IIPeJIo-
JKEeHHOH KOHLEIIIUNU ABJIAEeTCA TO, YTO IIojIydaeMasa
uHMOpMAIHI 0 TepOPMUPOBAHUY MATEPHUAJIA U CTe-
IIEHH ero JAerpafiallii PerucTPUPyeTcs Ha BCex
CTPYKTYPHBIX ypoBHAX. CTpyKTypHO-(heHOMeHO0II0-
FHYECKHH ITOAXO0, MCIIOIb3yeMbIH I KiaccuuKa-
MU PErUCTPUPYEMbBIX IIPU AKYCTHKO-3MHCCHOHHOM
IUATHOCTUKE MACCHBOB JAHHBIX, CIEIIMAILHO pas-
paboramnoe mporpammuoe obecmeuenne (I10) ms
BBIJIEJIEHUs] CUTHAJIOB aKyCTHYeCKoM smuccun (A9),
BO3HUKAIOIIUX IPU 00pPAa30BAHUK TPEIIWH B XPYI-
KOM TEH3O0IIOKPBITUH, CHHXPOHHU3HUPOBAaHHOE C BBICO-
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KOCKOPOCTHOM BUJIEOCHEMKOM, II0O3BOJIAIOT B PEKUME
peaTbHOTO BpeMEHW HA PaHHUX CTaAuAX Harpy-
JKeHHUSA B YCAOBUAX YIPYTOTO Me)OPMHUPOBAHUA Ma-
TepHuaia BBIABIATH JOKAIbHbBIE MIOBPEKICHU U -
(hbeKThI B HUCCIIEyeMbIX BJIEMEHTAX KOHCTPYKITHH.

Paspaborannas MeToquka u MpOTpPaMMHBIH IIPO-
OYKT JJIs KIACCU(PUKAIINN PETHCTPUPYEMbBIX MACCH-
BOB [aHHBIX 0a3UPYIOTCA HA TOM IIOJIOKEHHUH, UTO
curHasnbl AD, TOPOKIeHHbIE OMUHAKOBBIMH II0 IIPH-
polie M3JIyYeHUsI UCTOYHHUKAMHU AKyCTHUYECKOM SMUC-
CHH, CXO0:KHe 110 (DOpMe U CIIEKTPY, C BHICOKOM J0JIeH
BEPOATHOCTH U3JIyd4alOTCs MOJO00HBIMU HCTOYHHMKA-
MU, ¥ HAIIPOTUB, CUTHAJIEI, (popMa U CIEKTP KOTO-
PBIX CYIIECTBEHHO OTIHMYAIOTCA, HU3Iy4aroTcd pas-
JIMYHBIMH 110 IIPUPOJEe UCTOYHUKaMU Ad.

B ocuoBy anropurma pasmesneHus CUTHaAJIOB AJ
TIOJIOKEH KJIACTEPHBIN MOAXO/, MO3BOJIAIONIINI TIPO-
BOIUTh KJIACCHU(PHUKAITUIO SKCIIEPUMEHTAIBHO yCTa-
HOBJIEHHBIX 3HAYEHUU KPUTEPUAIHHBIX IIapaMeT-
POB, XapaKTePU3YIOIIUX OIpeaeleHHble AD CBOMCT-
Ba PErUCTPUPYEMbBIX UMILyJIbcOB. CHTHAIIBI, CXOKIE
IPYT C APYTOM II0 PALY 3apaHee BBIOPAHHBIX IIPH-
3HAKOB, OTHOCAT K OIHOMY W TOMYy ke Kiacre-
py. Ilpu sTOM OOBEKTOM KIACTEPU3AINHU SBISIOTCA
curHanbl A9, a B KauyecTBe MEPbhI UX CXOMKECTH HC-
MOJIb3YIOT YCTAHOBJIEHHBIE IIPU TECTUPOBAHUU Tpa-
HHUIBI KPUTEPHAIBHBIX ITapaMeTpoB ([€CKPHUIITO-
pOB), B II0Jie KOTOPBIX PETHCTPUpPyeMble aKyCTH-
KO-3MHCCHOHHOM CHCTEMOM MMILYJbChI U (POPMHUPY-
0T KJIaCTepbl, CBOMCTBEHHBIE OIPENETEeHHBIM WC-
TOYHHUKAM U3JIydeHus Ad.

s wmaccupuranyu U pasieeHus PerucTPH-
pyemMbix AD cucTeMo# JTOKAITHOHHBIX UMILYJIECOB HA
KJIacTepbl HCIIOIB30BAH AJTOPUTM PaCIIO3HABAHUSI
cUrHayioB mo popMe 3aTyXarloIleld BOJHBI, 6asupy-
IOIUICS HA TAKUX [TapaMeTpax, Kak MaKCHUMaIbHAsT
ammuryaa (u,,), KOIu4ecTBo BbIOpocoB (INV,), miu-
TEeIBHOCTh UMIyabca (¢,). B kauecTBe KpuTepuainb-
HBIX IIapaMeTpoB, Hawbojiee WH(MOPMATUBHBIX IJIST
pasaeeHus CUTHAJIOB 110 hOopMe aKyCTHUIECKOH BOJI-
HbI, BBLIOpAHBI HAEHTU(QUKATOPHI, XapaKTepU3y-
IOII[He CKOPOCTh 3aryxaHus curHama (u,/N,) u
YCPEeIHEHHYI0 dYacToTy ero ocouwmiamui (N, /t,),
B TI0JIe KOTOPBIX MMILYJIbChI, COBIIAAONINE 10 (DOP-
Me 3aTyXamwliel BOJIHbI, (POPMUPYIOT CBONCTBEHHbIE
VM KJIACTEPBHL.

Kak mokasanu mpoBeqeHHBIE WCCIEIOBAHUI
[5 - 10], mpeaioKeHHBINH KPUTEPUATBHBINA IIOAXO.
II03BOJIAET BO BXOMHOM IIOTOKE MAHHBIX BBHIABIATH
HaJIUYHe PA3IUIHBIX HCTOYHUKOB AD. [lpuuem ana-
JIW3 JIOKAIIMOHHBIX UMITYJIHCOB BO3MOMKEH HEIT0CpeI-
CTBEHHO B PeaIbHOM BpPEMEHHU U He TpebyeT mpeBa-
PUTEIHHOM (PUIBTPALINH JaHHBIX.

AKyCTHKO-9MHCCHOHHBIE CBOMCTBa
OKCHUIHBIX T€H30HMHINKATOPOB

B nybOmuramuax [5 - 8] mompoOHO H3I0KEHBI
TIPOBEJIEHHBbIE JKCIIEPUMEHTANTbHBIE WCCIEI0BAHUI
U OCHOBHBIE aKyCTHKO-3MUCCHOHHBIE CBOHCTBA
XPYIIKUX OKCUIHBIX TEH30MHAUKATOPOB. [lm1a uccme-
IoBaHUA AO CBONCTB OKCHIHBIX TE€H30MHIUKATOPOB
WCIIOTB30BAIA ANIOMUHUEBYIO (POJIBTY TOJIUHON
100 MKM, KOTOpYIO HaKJIEHBAIU HA MOBEPXHOCTh
TECTOBBIX 00PA3Il0B M3 HHEPTHOrO K AD Marepuasa:
OPICTEKJIa WK DIOKCUIHOH CMOJBI. OJIEKTPOXUMU-
YecKoe aHOIWPOBAHUE ATIOMUHUEBOW (DOIBIH IIPO-
BOJIWJIMA TI0 OTPAGOTAHHBIM TEXHOJIOTHIECKHUM PEeKH-
MaM, TIO3BOJIAIOMINM IIOJIy4YaTh OKCHAHBIE TEH30IIO-
KPBITHS C 3aJaHHBIMH XAPAKTEePUCTHKAMH TEH30-
YyBCTBUTEJIHHOCTH, B YACTHOCTH, BEITUIUHOHN IIOPO-
rosoi gedopmariuu g, = 500 — 1000 MEM/M.

C npumeneHveM pas3paboTaHHOE MTPOTPAMMEI
KJIACTEPHOTO aHanu3a [aA KIACCU(MPUKAIUN pPEeru-
CTPHUPYEMBIX JIOKAIIMOHHBIX HUMITYJIHCOB IIPOBEIEHbI
TeCTOBBle WCIBITAHUA MHOI'OCIOMHON CTPYKTYPhI
TEH30MHANKATOPA B IIpoIiecce ero 1e)OpMUPOBAHUS
u paspytienus [5 — 8]. B mone geckpunTtopos u,,/N,,
N/t onpemenenbl KaacTepbl, QOPMUPYEMbIe CUTHA-
samMu A9, BO3HHUKAIOIIUMH IIPU Pa3pPyIIEHUU XPYII-
KOTO OKCHIHOTO CJIOS, AJIOMHHUEBOH (DONBIU U
KJIEeBOHM IPOCIONKH. AHanmW3 KIacTepoB, (popMu-
pyeMbIX Ha guarpaMMmax [eCKPHUIITOPOB HMILYJIhCa-
MHu A9, BOBHHUKAIOIINMHY B pe3yibrare 00pa3oBaHMUsI
TPEIIUH B TEH30MOKPBITUH, IT0KA3aJ, YTO BEIMUNHA
mapameTpa u,,/N, 3aBUCUT OT YPOBHS IIOpOTa IHUC-
KPUMUHAINN CUTHAIOB (Uy,), TOIIUHBI OKCHIHOM
IUIEHKH W CKOPOCTH e(POPMUPOBAHUS ITOJIOKKN
[5-10].

[na BuIABIEHHA HA OUArpaMMe eCKPHUIITOPOB
U, /N, — N,/t, TpaHUIl KIaCTEepPU3AIMN WMILYIHCOB
A9, reHepupyeMbIX TIpYU HCIOBITAHUM 00pA3IlOB HA
KOHCOJIbHBIM M3TH0, PETHCTPUPOBAIHN CUTHAIBI AJ,
BOBHHUKAIOIINE TPH 00pA30BAHWM TPEIIWH B XpPyII-
KOM CJIOE TEH3OIOKPBITHA, B IIpOIlecce yIPyroIuia-
CTHUYECKOTO [epOpPMUPOBAHUA U pas3pbiBa ATOMU-
HUEBOU (DOJIBTH, Pa3pYyLIEHUS KIEEBOTO CJIOd U OT-
clauBaHUA MOKPHITHA OT momoxkku. Ha quarpamme
IEeCKpUITOPOB  U,,/N, — N,/t,, TpuUBemeHHON HAa
puc. 1, BbIENEeHBI KIacTepsl CUTHATOB AD, reHepu-
pyeMbie pPasaIudHBIMHU CJIOSMH TEH30WMHIHUKATOPa U
3apeTrUCTPUPOBAHHBIE IIPU TECTOBBIX HCIBITAHUAX
OKCHUJHOTO IOKPBITHUA C BEJIWYUHOIN IIOPOTOBOH Je-
dopmaruu g, = 600 mrm/M mpu yposHe Uy = 30 1b
B IIpOIlecCe IIOBBIIIEHUA PACTATUBAIOIIEH nedopma-
[IMU B TOJJIOXKKE 70 MOMEHTA ee paspylieHus. Bua-
HO, 4T0 06acTh Kaacrepa 1, o6pasyeMoro curHaia-
MU, PETHCTPUPYEMBIMHU IIPH Pa3PyIIeHUN XPYIIKOTO
CJIOS1 TEH30HMHIWKATOPA, YACTHIHO II€PEKPHIBAETCS
knacrepaMu 3 u 4, (POPMUPYEMBIMU CHUTHAIAMU,
BOBHHUKAIOIINMH IIPH PasphIBe AIIOMUHUEBOM (DOIh-
TH, Pa3pylIeHHH KJIEEBOTO CJIOS ¥ OTCIauBaHUU
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Um/Ny, MEB/e.
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Puc. 1. Knacreps! curaanos Ad, popMupyomuecs B mIoje
napametpos u,,/N, — N, /t, npu u,, = 30 1B B pesyabrare 06-
pa3oBaHUA TPELUIWH B XPYIKOM CJIO€ TEH30HHAWKATOPA C Be-
JHYUHOM moporoBoi nedopmaruu g, = 600 mrm/™m (1), ynpy-
TOILTACTHIECKOM AehOPMUPOBAHUH ATIOMHUHUEBOH (DOIBIU
(2), ee paspsie (3), paspyIleHHH KI€eBOTO CJIOS U OTCIanuBa-
HUU TIOKPBITUA OT IOIOKKH (4)

onbru or mommoxkku. Kmacrep 2, dopmupyembrii
CHTHAJIAMH, BO3HUKAIOIINMHY IIPH YIPYTOILIACTAYE-
CKOM 1e(DOPMHUPOBAHUY ATIOMUHUEBON (DOJILIH, pac-
[I0JIaTaeTCHd 3aMeTHO HIUKE.

Ha srame mocrobpa6oTku curnaisl kiacrepa I B
30HAX IEPEKPBITHS C CUTHAJIAMHU KJIACTepoB 3 U 4
BBIZIENIAIOT HA TPEXMEPHOM IpaluKe JeCKPHUIITOPOB.
IIpu 5TOM B KauecTBe TPETHETO AECKPUIITOPA MOMKET

T
120 120 J 60

R100

Haapes
CIPHHTEpA

Y f 1 f
| ; R1.7 A~ t4 -{ﬁ
= | R3[| r3 ]
Y y i - a

ObITH WCIIONB30BAH IApaMeTp BpPEeMeHU, HArpy3Ku
unu neopmariuu. TpemuHbl B XPYIKOM CIO€ OK-
CHU/IHOH TUIEHKM BO3HUKAIOT MPY YPOBHSAX aedopma-
nuu g, > g, = 500 — 1500 MEM/M, B TO BpeMms Kak
paspylieHne KJIeeBOTO CJIOS, OTCIauBaHUE OT IOf-
JIOKKW W PaspblB ATIOMHHUEBON (DOJIBIHM IIPOHCXO-
AT TPU 3HAYUTETHHO 00Jiee BBICOKUX YPOBHSIX [Ie-
dopmaruu g; = (3 — 30) - 103 mEM/M, Korga B XpyII-
KOM CJIO€ TeH30HMHIUKATOPA y/Ke MMeeT MEeCTO BBICO-
kas mrotHoerh TpemuH (W > 30 ex./cm) u mporiecc
00pa3oBaHMs HOBBIX TPEIIWH MMPAKTUYECKH IIpe-
Kparaercsa. Ilpu takux ypoBHAX medopMmariuii pe-
rUCTpUpyeMas AKTHBHOCTD AO COOBITHH TeHepH-
poBaHa IpoIlecCAaMU PAa3PYIIEHHS KJIEeBOTO CJIOM,
OTCJIAWBAHWS TOKPBITHS, YIIPYTOILIACTUYECKOTO JIe-
(hopmMupoBaHUS U pasphIBa ATIOMUHUEBOH (POJIBTH.

O0BEKT HCCIIeTOBAHUA
M CpeICTBA MUATHOCTHKH

Ha puc. 2, @ npuBesieH 9CKU3 HCCIEAYEMOMN KOH-
CTPYKIIMH, TIpeACTaBidioniedl coboi MaHeab U3
IIKM c Tpems crTpuHTepaM¥, W3TOTOBICHHYIO W3
MHOTOCJIOMHOTO YTJIEIIJIACTHUKA II0 TEXHOJOTHUH WH-
(ysmoHHOH TPOTUTKHU pedopM, BHUIOKEHHBIX aB-
TOMATHU3HUPOBAHHBIM criocoboM yrmanku. [lmg cozna-
HUA [IOAIIOBEPXHOCTHOTO AedeKTa B IIEHTPe IaHeIn

Puc. 2. KOHCprKHI/IH Hccne,u;yeMoﬁ IIaHeJIn C TpeMsd CTpUHTepaMu (a) u ee BHUJ IIOC/Ie KpeIUIeHUs OIIPAaBKU C HAaKJIC€HHBIM
OKCHUIHBIM TE€H30IIOKPBITHEM, YCTAHOBJIEHHBIMU HpeO6paSOBaTeJIHMI/I U nIpenyCuInTe I IMu A3 B 3axBarax Harpy}ica}on_[eﬁ ycra-

wosku MTS (6)
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BBIIIOJIHAJIM HAZApe3 CPelHero CTpUHTepa JUCKOBOU
dpesoii Tomunoi 1 MM Ha riybouny 42 mm. [Ipu uc-
IIBITAHUAX IIAHEJIHW Ha PacTaiKeHHe CPeicTBa Hepas-
PYIIAioero KOHTPOJISI — OKCHUIHBIA TEH30WHIUKA-
TOp W mpeoOpasoBarenu AD — yCTaHABIHBAIN HA
JIUIIEBOM IIOBEPXHOCTH IIaHENIW, KaK II0OKa3aHO Ha
puc. 2, 6.

[nsa yctaHOBKY TIaHEIH B 3aXBaTaX pa3pbIBHOMN
MAaIITMHBI U3TOTABIUBAIIY CIEI[UATBHYIO OIIPABKY U3
cranu 20, IpUKUMHbBIE HAKIAAKH KOTOPOH CTATHBA-
au 28 6oaroBBIMU coequHeHuaMmu. Ilociae mpemsa-
PUTENBHON B3aTSKKM HAKIAJAOK OIPAaBKU IIaHETb
IMOCPEICTBOM CHJIOBBIX MmITH(PTOB (M3 cramu 40X)
npuaMerpoM 40 MM yCTaHABIWBAIU B NIPOYIIUHBI
BEepHEU W HUKHEHW TpaBepchl HATPYKAIOMIETO CTEH-
na. WcnbiTanusa maHemw TPOBOAWIN HA BJIEKTPO-
ruppaBiaudeckoit ycranoBke MTS, mosBossiomnieit
cosmaBaTh pacraruBarmoiiee ycuare mo0 500 kH kax
B PYYHOM, TaK ¥ aBTOMATHYECKOM peKHUMe HarpysKe-
HHS C 33/IaHHOM CKOPOCTBIO IIepeMeIeHUs aKTHB-
HOU TpaBepChI.

Jlna u3roTOBIIEHUA OKCHUAHOTO TEH30WHIUKA-
TOpa WCIOJIb30BAIN ATIOMUHUEBYI0 (DOIBLY MapKu
A7 rommuuoit 100 mM. OCHOBO# [jIi M3rOTOBJIE-
HHUA aHOAA MOCIYKWUJ JIUCT TEKCTOJIHUTA PasMepoM
4 X 450 x 250 MM, HA KOTOPOM C IIPUMEHEHUEM XU-
MHYECKH CTOHMKOTO JIaKa W IIPO3PavHOr0 CKOTYA 3a-
KPeIUIAIN OKCUAUPYyeMyIo oisry. J[as momyuenus
HA TIOBEPXHOCTH ATIOMUHHEBON (DOIBIU XPYITKOTO
CJI0S1 OKCUJHOU IUIEHKW TOJIITUHOM mopaxka 30 MEM
C BEJIWYHMHOH ITOPOrOBOM JAedopMaIruu IOPSaKa
500 — 600 MEM/M  aHOZWUPOBAHWE IIPOBOAMIN B
15 %-HOM BOZHOM pacCTBOpe CEPHOU KHCJIOTHI B Te-
yenne 40 MUH IIpH IJIOTHOCTH TOKa 4 A/nM? u TeM-
neparype asnekrposaura 10 — 15 °C. Ilocire oxcumu-
poBaHUA AN yAATEHUA 3JIEKTPOIUTA aHOJ IIPOMBI-
BaJd B TPOTOYHOU BOJIE€ W TIOMEIAJIN B CYIIUIBHBIN
mkad. [aa npegorspalienns 06pa3soBaHUA TPEIIHH
B XPYIIKOM CJIO€ OKCHUIHOHN IIJIEHKU OKCHUIUPOBAH-
HyI0 (POJBry paspesanu BIOJb TPAHMI] TOBEPXHO-
CTH, Ha KOTOPYIO Iepe] OKCUANPOBAHUEM HAHOCUIN
MMpo3pavHbI  CcKoT4Y. IloMmMO oOKCHOAMPOBAHHOMN
onbru, HakIemBaeMOd Ha ITOBEPXHOCThH HCCIe-
IyeMOH IIaHelIW, BBIPE3aJl II0OJOCKH pasMepaMu
150 X 20 MM s ompeesieHNs XapaKTePUCTUK TeH-
3049yBCTBUTEIHLHOCTY XPYIIKOTO TEH3OIIOKPHITHA Ha
TecTOBBIX obpasiax. OxcunmpoBanuyo Goabry Ha-
KJIeWBaIN HA IIOBEPXHOCTH KCCIENyeMON HaHeIu U
TECTOBBIX 00PA3I[0B C MPUMEHEHHEM BIIOKCHIIHOTO
KJies XOJIOMHOTO oTBep:xaennsa Mapku I/ 11

XapaKTepUCTUKN TEH304yBCTBUTEILHOCTH Tec-
THPOBAJIKM Ha ILIOCKHX Oankax pasmepom 250 X
X 23 X 6 mm, Beipesanabix u3 [IKM, anamoruanoro
rccaexyeMon manenu. TecToBbie 06pasIibl KOHCOIb-
HO 3aKpeIUIsiiIfd U HATPy/Kali W3rubarolei Harpys-
Koii. Pe3ybraThl TECTOBBIX UCIIBITAHUIN XapaKTepH-
CTHUK TEH304yBCTBUTEIHLHOCTH OKCHIHOTO TEH3OIIO-

v

P +

. ¥

146
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8 X

T T &y =580 mxm/ m;
-
- - S=52 MM/ ﬂp:o.u;= 18 %
4
L d
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Puc. 3. Usmenennsa yucnensocru tpenwmH (V) B oKcugHOM
TEH30MHAMKATOPE B 3aBUCHMOCTH OT OHOIIEHHUT YPOBHHA Je-
(hopmarum €, B IOIIOXKEKE K €€ IIOPOrOBOMY 3HAYEHHIO €

KpBITHS Ha IIocKux 6ankax u3 [IKM npesncraBieHb!
Ha puc. 3.

JKCIIepUMEHTATbHBIE WCCIeMOBAHUSI aKyCTHUe-
CKUX CBOMCTB KOMITO3UTHBIX MaHeIed u 00pasiioB
MIPOBOIMIIN HA OCHOBAHUH CIIEI[HAILHO PaspaboTaH-
HBIX METOIWE C HCIOJIb30BAHUEM IIbe303JIeKTpude-
CKMX Ipeo0pasoBaTeiiell AaKyCTHUYECKON OMUCCUU
(ITA9) R15-a, KoTOpble MOAKIIOYAIHN K MHOromapa-
MEeTPHYECKO# cucreme cbopa u 06paboTku AD wuH-
dopmaruu A-Line 32D. Uccnenyemyio mamens Kpe-
nwiu B 3axBarax crenga MTS, mporsrusanu 60:-
TOBbIE COEJUHEHWS OIPABKH ¥ YCTAHABIHUBAIH
npeobpasosarenu AJ. Pabouyio moBepxHOCTH mpe-
obpasoBareneir R15-a cMasbIBAIN TEXHUYECKUM Ba-
3€JITMHOM U C IIOMOIIBIO CTaJbHBIX CcTpyoumH [IA9D
Kpemmin K MOBEePXHOCTH maHenu. s nmpoBemeHus
IJIAHAPHOM JIOKAITUH MCTOYHUKOB CUTHAJIOB IIPeos-
pasoBarenu A9 pasMelaiyd B IEHTPAILHOH 30HE
MAHEJH 110 YIIaM OKCHHOTO TeH30MHIUKATOPA CUM-
METPUYHO OTHOCHTEIHLHO IEHTPAThHBIX oceil. Pac-
CTOAHUE MEXKAY OMMKAUIINMU IPeodpa3oBaTeIIMu
10 MIMpUHe HaHean cocTaBiaio 280 MM, a 10 BBICO-
Te — 230 MM.

ITocne ycranoBru ITAD u npenycunureneii cur-
HanoB ITA9®P-014 ¢ mpumenenueMm mmuraTopa AJ
nmryabcoB Cy-Hunbcena ompemensimiu CKOpOCTb
pacmpocTpaHeHusT yIbTPA3ByKOBBIX BOJH B HCCIIE-
IyeMoi manenu u Koadduiment saryxanusa. Ha oc-
HOBAHWHU BBINOJHEHHBIX 3aMEPOB AKYyCTHYECKUX
IIyMOB TIOPOT JUCKPUMHHAIIMH CUTHAIOB AOD ObLI
ycranosieH Ha ypoHe 30 nb.

Ina BumeoperucTpanuu KapTUH TPEIIUH B
XPYIIKOM TEH30MHAMKATOPE IIPU HATPY:KEHUU IaHe-
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Puc. 4. I'paduku KOOpAUHATHOHN JOKAIUKA HUCTOYHUKOB A
coObITul (@), HAKOIUIEHHS JIOKAIMOHHBIX HMILYJIbCOB (0),
MAaKCUMAJIbHOM aMILTUTYIbI JIOKAITMOHHBIX UMILYJIbCOB (8) U
IuarpaMMbl JeCKPHUIITOPOB (2), MoIy4eHHble TP AD KOHTPO-
JIe TIaHeNIu HA BTOPOM JTalle S9KCIIEPUMEHTA IIPU TOBBIIIIEHIH
ypoBHs Harpysku g0 P = 70 kH

au uHa crenge MTS wucmonb3oBamu BBICOKOCKO-
poctHyio Kamepy «Bumeoctnpuut», pabora KOTOpOH
ObLTa CHHXPOHU3UPOBAHA C aKyCTHKO-3MHCCHOHHOM
cucremoit A-Line 32D, B pesysabrare uero Iporecc
CbEMEKHU IIPOUCXOOHJI TOJTBKO B MOMEHTBI perucrpa-
I¥u coObITHH AO B 30HE TEH3OIIOKPHITHA. B xome
SKCIIEpUMEHTa BHIEOCHEMKY TIPOBOIUIN CO CKO-
poctiio 200 — 500 KagpPOB B CEKYHIY, UTO TTO3BOIUIO
C IIEPUONIHOCTRIO 2 — 5 MC PEeruCTPHUPOBATH KAIPhI
MIpoIfecca pPacCHpPOCTPAHEHUS TPEIIUH B OKCHAHOM
TEH30IOKPBITHUH.

HcneiTanua naneaun Ha creage MTS

HcnbiTanus uccieayeMoi maHe n MPOBOIUIN B
MATH JTANOB HATPY:KEHHUS C IOBBIIIEHWEM YPOBHSI
MaKCHMaJIbHON HArpy3Ku IpuMepHO B 1,5 — 2 pasa
Ha KayKI0M Iociaenyiomiem srame. [lepem Harpy:xe-
HHUEM TaHEeI! BBIMOIHAIN MPOTAKKY OOJITOBBIX CO-
eIUHEeHNH ONpPaBKu. IIpy IOBBIIEHUN PACTATHBAIO-
I[ET0 YCHUJIWS 0 3aJaHHOTO YPOBHS IHAHEeNIb BhIIEP-
JKMBAIM B HArpy:KeHHOM cocrosHuu He MeHee 30 c
[0 TIPEeKpaIeHus aKTHBHON PEruCTPAINN CUTHATIOB
A3, mocie yero pasrpyKaim.

Ha mepBoMm sTame pacTAruBamoIIyi0 HATPY3KY
noBbrmanu g0 30 kH u Beigep:uBamu Ha STOM
ypoeue 400 c. B Teuenune sToro Bpemenu Habsoma-
JIach aKTHBHAs perucrparus curaaaoB Ad. Ob6paso-
BAHWS TPEIUH U JOKAIUNA UCTOYHUKOB AO COOBITHI
B 30HE PACIIOJIOMKEHHUA OKCUIHOTO TEH30MHINKATOpA
3apPEruCTPUPOBAHO He ObLI0. JIOKAIINI0 UCTOYHUKOB

A9 cobbITHiT HAOIIOAAIN BHE AHTEHHOH PEIIeTKH: B
MecTax PACIIOJIOMKEHMs O0JITOBBIX COeIUHEHNM, CBi-
3BIBAIOIINX ITaHEb ¢ HAKJIaKaMH1 OIIPABKY, W CHJIO-
BBIX IITH(TOB, MMEPEJAIUX YCUINE OT 3aXBATOB
BepxHeU U HIKHEHU TpaBepchl CTeHJa Ha Hcclenye-
MYI0 KOHCTPYKIIHIO.

Bcero 6b110 3aperucTpupoBaHo 12 MCTOYHUKOB
usnydenus AJ. JIokamoHHbIE UMILYJIBCHI OBLIH Te-
HEPUPOBAHBI MPOIECCAMHM TPEHHUS B Pe3yIbTare
MPOCKATH3bIBAHUS MTAHEIN B 3230paxX GOITOBBIX CO-
eMHEeHWH ONPABKU MPH IOBBINIEHUN HATPY3KU MU
CMSTHUM KOMITO3UTHOTO MAaTepHasa B MeCTaxX KOHTAK-
Ta C IIOBEPXHOCTHIO 601TOB. MakcuMabHAS aMILIH-
TyZa TAKUX UMILYJIbCOB U, = 80 1B, a ux maurens-
Hocth I, = 5000 mrc. ITapamerp, xaparxrepusyio-
UM CKOPOCTh 3aTyXaHUd aKyCTUUEeCKON BOIHBI I
HMMITyJILCOB TpPeHus, u,/N, =5 —25vkB/en. npu
uy = 30 1B, a ycpenHeHHas YacToTa OCIMJIIAIINN
N, /t, = 30 — 70 xl'm.

Ha BTOpOoM srame ucnbiTaHWA HAHETU MaKCH-
ManbHyI0 Harpysky nosbicuau 1m0 70 kH u BwImep-
sKaIu Ha 9ToM ypoBHe B Teuenue 30 ¢. O6pasoBanus
TPEIIuH B OKCHUIHOM TEH30MHAWKATOPE HA 3TOOM
arame Takke He 3adurcupoano. Ha puc. 4 nmpuse-
II€HBI PE3yJIbTaThl aKyCTHKO-3MHUCCHOHHOTO KOHTPO-
Jis COCTOSTHHSI TAHEeJIHW HA 9TOM JTalle DKCIIePUMeH-
ta. Kax ciemyer us puc. 4, a u 6, 3aperucTpupoBaHO
N5, = 20 ef. UCTOYHUKOB CUTHAJIOB: IISTh UCTOYHU-
KOB AD — B 00/1aCTH TEH30IIOKPBITHSI, B 30HE HAJpe-
3a IEHTPAIBLHOTO CTPHHTepa maHenu; 15 UCTOYHH-
KOB AD — BHe 30HBI aHTeHHOH pemerku [IAJ, B
MecTaxX KpeIUIeHUA HAKJIAJOK OHPABKH U CHJIOBBIX
mTuTOB. AD HAOIIOAATN IPHU TIOBBIIIIEHUH YPOBHSI
Harpysku ot 50 1o 70 kH. IIpu sTom MakcumanabHas
aMIUTUTY/la PETUCTPUPYEMBIX HMIIYIbCOB U, >
>90 nb, a ux gmurensHOCTD £, = 6000 Mxc. Ha rpa-
duke meckpunTopoB (cM. puc. 4,2) 00pa3OBAIUCH
IBa IBHO BBIPAJKEHHBIX Kjacrepa: Kjacrep A ¢ ma-
pamerpamu u, /N, = 5 - 25 mxB/en., N_/t, =10 -
70 k' u knacrep B ¢ mapamerpavmu u,,/N, = 15—
50 mxB/en., N, /t, = 75— 150 kI'u. Knacrep A dop-
MUPOBAJIN HUMITYJIbChI TPEHUA, BOSHHUKAOIINE B pe-
3yJbTaTe IPOCKATH3bIBAHNS MMAHEIH B 3a30pax 607-
TOBBIX COEJWHEHUH OIPABKHU IIPH IIOBBIIIEHUHN Ha-
IPY3KH U CMATHH KOMIIO3UTHOTO MaTepHUaja B MECTe
KOHTAKTa ¢ MIOBEPXHOCTHIO 601TOB. UMITyIhCHI Kila-
crepa B, zapeructpupoBaHHbie B 30HE HaJpesa IeH-
TPaNBHOTO CTPHUHTEPA, KAK CIefyeT W3 IIPOBEeH-
HbIX ucciaemoBanuil [9 — 10], xapakTepHBI IJI CHUT-
HanoB AJ, BOSHUKAOIUX MPU PA3pyIIEHUH XPYyI-
KOH CTPYKTYphI MaTpHIlbl B cnosx makera [TKM.
IIpuuem mHmKHO YacTh Kiacrepa B ¢ ypoBHeM ma-
pamerpa u,,/N, = 15 - 30 mB/ex. opu u,, = 30 n1b
cchopmupoBatu UMIysIbchl AD, TeHepUpyeMble Ipu
OTCIAWBAHUH CBA3YIOUIETO OT APMHUPYIOUIUX BOJO-
KOH, 3apOKI€HUU ¥ PA3BUTHHU TPEIUH B XPYIKOU
crpykrype marpursl IIKM, a BepxHOI Yacth C
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Puc. 5. IlepBrie TpeluHbI B OKCHAHOM TEH30MHAMKATOPE, 3aPETUCTPHPOBAHHbIE KaMepoi «BuieocipuHT» NpU MOBBIIEHUN
ypoBHs Harpysku 10 90 kH (a) u kapTHHA TpelUH B TEH30IIOKPHITHH, 3adpuKcupoBannas Bugeokamepoi EOS 60D mpu makcu-

manbHOU Harpyske P = 130 kH na Tperbem srane ncnbrranus (6)

ypoBHeM mapamerpa u,,/N, > 30 mxB/ex. — umiyis-
ChbI, BOBHUKAIIHe TIPH Pas3phIBe YIVIEBOJIOKHA.

Ha tperbem sTare ucmbITaHui HATPY3Ky IOBBI-
cunmu 10 130 kH, BeImep:xaan HA 5TOM YPOBHE B Te-
yenwne 30 ¢, mocsae yero maHenab pasrpyswmwin. Ilep-
BBIE TPEIIUHBI B XPYIKOM HOKpBLITHH (puc. 5, a) 3a-
(hukcupoBaTM ¢ MPUMEHEHHEM BBICOKOCKOPOCTHOM
BH/IEOKAMEpPhbl B MOMEHT perucrpanuu Ad coObITHIH
B 30HE TEH30WHIUKATOPA IIPU MOBBLIIIEHUN YPOBHSI
Harpysku 10 90 xkH.

Ha pwuc. 5, 6 mpeacraBiena KapTUHA TPEIIUH,
00pa30BaBIIAACA B XPYIKOM TEH30HUHIUKATOPE IIPH
TIOBBIIIEHUH HATPY3KH [0 MAKCUMAaIHHOTO HA DTOM
arane ypoBHsa P = 130 kH, sadurcupoBannas c
npumeHnenrem Bupeokamepbl EOS 60D  dupmbr
Canon. B rienTpe TeHzonHAMKaTOpPa B MECTe HaIpe-
3a CpegHero CTpUHrepa o6pa3oBajica Y3KUM IIy4OK
TpemuH. B ocranbHOM YacTH TeH30MHANKATOPA TPE-
IIUHBI OBUTH pacipeneieHbl 6oaee paBHoMepHO. Mx
IUIOTHOCTh B CpemHeM cocraBisiia 2 — 4 em./cM, 4TO
cormacuo sasucumoctu ¥ = fle,/e;), mpuBeneHHOM
Ha PHUC. 3, ©UMEET MEeCTO, KOTrja YPOBEHb HAWOOIb-
[IUX JepopMaIiuil B MOIOKKE JOCTUTAET ITOPOTOBO-
ro ypoBus €; = g, = 600 mxm/M. B obmactu Hagpesa
CTPHUHTEpPA PACCTOSHHE MEKIY COCETHUMH TPEIlH-
HaMHU COCTABJANO MOPAAKa 1 MM, T.e. MOKHO IIPH-
HATH YCJIOBHYIO IoTHOCTh Tpemun ¥ = 10 ex./cm,
MIPU KOTOPOH YPOBEHb MAKCUMAIBHBIX [e(pOpMAITHET
B IOJJIOKKE B COOTBETCTBUHU C 3aBHUCHUMOCThI0 ¥ =
= f(e,/eo) mocruraer ¢; = 1,5g, = 900 MmEM/M.

Ha pruc. 6 mpuBemeHnl pesyabTaTbl aKyCTHKO-
SMHUCCHOHHOTO KOHTPOJS COCTOSTHHUS IIAHEIW Ha
TPeTheM 3Talle UCIIbITAHUS TaHEeIH.

Kak cimenyer us puc. 6, @, OCHOBHOH MacCCHUB HC-
TOYHHKOB AD cocpemoTouyeH B 00JIaCTH TEH30HUH/IH-
Karopa, Tie JIOKAI[MOHHbIE MMIIYJIhChl TeHEPUPOBa-
HBI IpolieccaMyu 00pa30BaHUSA TPEUINH B TEH30UH-
OUKATOpe W paspylieHHeM MaTepuaia IaHedd B
MecTe Hajpesa cpeqHero crpunrepa. B sone nazpe-
3a PETHCTPHUPOBATH HAMOOIBIIYIO INIOTHOCTH CUTHA-
0B A9, B TpaHuUIlaXx KOTOPHIX KOJUIECTBO UCTOUHH-
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Puc. 6. I'padmku KOOPAMHATHOHN JIOKAIIMA WUCTOYHUKOB A
cobbITHl (@), HAKOIUIEHWS JIOKAI[MOHHBLIX WMMITYJIbCOB (6),
MaKCHMAaJbHOH aMIUIATYAbI JIOKAIMOHHBIX MMILYJBCOB (8) U
auarpamMmma IeCKpPUIITOPOB (2), moay4eHHbIe Tpu AD KOHTPO-
Jie IIaHeJIX Ha TpeThbeM JTalle HUCIILITAHUHA IIPU IIOBBIIIEHUN
YPOBHA MaKCUMaIbHOH Harpysku g0 P = 130 kH

kKoB Morio pgocrurate N = 6 — 10 emuuun. Ha oc-
TaJbHOU TOBEPXHOCTH TEHBOIMOKPHITHS HCTOYHUKN
A9 pacnpenensiauck 0Oonee paBHOMEPHO. Bceero
6bu10 3apeructpupoBano Ny = 163 mcrounuka Ad,
M3 KOTOPBIX TOJIBKO 22 — BHe 00JIACTH TEH30UHIH-
Karopa. JloKalinoHHbIe UMIYIbChI AD, KaK BUAHO U3
puc. 6, 6, 6, pETUCTPUPOBAIN B IpoIlecce pocra Ha-
rpysku ot 90 mo 130 kH. MakcumanbHas aMILIHTY-
Ila JIOKAITMOHHBIX UMILYJIbCOB u,, = 100 — 110 ab, a
nx aaurenabHocTs — 5000 — 6000 mic. IIpu sTom ma-
pamertp u,,/N, (cM. puc. 6, 2) 3HAYUTETHHOTO MACCH-
Ba HMIIyJIbCOB HAXOAWJICA B WHTEpBaJie 3HAYEHUU
30 — 70 mkB/ez., uTo xapakTepHO A CUTHAIOB AJ,
BO3HUKAIOIIUX IPHU 00pPa30BAHUN TPEIIWH B XPYI-
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Puc. 7. I'paduku KOOPAMHATHOHN JIOKAIUA WCTOYHUKOB A
cobbITHl (@), HAKOIUIEHWS JIOKAI[MOHHBIX HMITYJIbCOB (6),
MaKCHMAIBHON aMIUIMTYIbI JIOKAIIMOHHBIX UMILYJILCOB (8) U
ouarpaMma IecKpUITOPOB (2), MOJIy4YeHHBIE HA YETBEPTOM
sTame SKCIEPUMEHTa IPH I[OBBLIINIEHWH HArpy3ku po0 P =
= 240 kH

KOM CJI0€ TEeH30HHIUKATOPA C BEIWIWHOH ITOPOrO-
BOI fepopmariun g, = 600 MEM/M TIpu ypOBHE IIOPO-
ra guckpuMuHanuu u,;, = 30 a1b [5 - 8].

Ha rpadure neckpumnropos (cMm. puc. 6, 2) obpa-
30BaJINCh J[Ba SIBHO BBIPAYKEHHBIX KJIACTEPA: JIEeBBIH
kmnacrep A ¢ mapamerpamu u,,/N, = 5 — 25 mxB/eq.,
N,/t, = 10— 70 gl't;, copmMuUpyeMbIii HUMILyIbCAMH
A3, BO3HUKAIOIUMH B Pe3yJIbTaTe TPEHUI U CMATHUA
IIKM B 601TOBBIX COEIUHEHUAX OIPABKH, U IPABBILH
Kiacrep ¢ mapamerpamu u,,/N, = 15 — 65 mxB/er.,
N, /t, = 75— 170 ', [l1s BeIfEIeHUs B ITOCIEIHEM
UMIIyJbCOB AD, BHI3BAHHBIX Pa3pyIlIeHueM CTPYKTY-
poe1 ITKM B Mecre Hagpesa [eHTPAIBLHOIO CTPUHTEPA
¥ TeHepHUpyeMbIX 00pa30BaHUEM TPEIUH B TEH30II0-
KPBITHH, WCIONB30BAIN PE3YIbTATHI, IOIyIEHHbIE
HA TPEABIAyINEeM STale HCHLITAHWN MmaHeau (CM.
puc. 4, 2), a TaKkKe TaHHbIE TUATPAMMBI JIECKPHUIITO-
poB Ha puc. 1 mua rpanur kmacrepa I, dopmupy-
€MOr0 CHUTHAJIAMH, BO3HHUKAIOIIUMH IpPH 06paso-
BaHWM TPEIUH B XPYIKOM CJIO€ TEH30HMHIUKATOpAa
C BEJIWYMHOU IIOPOTroBOM jedopmaruu €, = 600
MKM/M TpH YPOBHE IIOPOTa MUCKPUMUHAIUU Uy =
= 30 ob.

Kaxk crmemyer us puc. 6, 2, knacrep B ¢ rpanwuia-
Mu napamerpos u,,/N, = 15 — 50 mxB/en., N, /t, =
= 75 - 150 k', hopMupyeMbIii cUTHAIAMU, TeHe-
pupyemMbiMu TpHU paspyiieHun cTpyrrypbl [TKM,
MPaKTHYECKH HAMOJOBUHY NEPEKPHIBAET KJIACTep
C, 06pasyeMbIil UMITyIbCAME, BOSHUKAIOIUMHU B pe-
3yJabTare paspylieHus XPYIIKOTO CJIOSd TEeH30II0-

KpBITHS, C TPaHUIIAMH I1apamerpoB u,,/N, = 30 -
70 mxB/en., N, /t, = 80 — 170 x['1i;. B 30He nepexpsI-
Tud Kiaactepos B u C pasmenuTh CUTHANIBI, BO3HU-
Kallye IpU paspbiBe YIJIEBOJOKHA B CTPYKType
makera IIKM u o6pasoBaHuH TPEIIWH B XPYIIKOM
CJI0€ TEHBOIIOKPBITUA, B PEKUME PeaJbHOTO BpeMe-
HU TPAKTHYECKHd HEeBO3MOKHO. Periienue 3101t 3a1a-
qu TpedyeT MOIMOJIHUTENbHBIX MCCIETOBAHUN U HO-
BBIX IIOJIXOJ0OB, OCHOBAHHBIX HA H3YYEHWH CIIEK-
TPaTbHBIX XapPAKTEPUCTUK CUTHAIIOB, YTO BO3MOYKHO
TOJBKO HA dTame mocTo6paboTKU pesynbTaToB A
IHUATHOCTUKH.

Ha uerBepToM »sTame WHCOBITAHHUNE HATPY3KY
mosbicuin 10 240 kH. Haubomee muTeHcHuBHOE 06-
pasoBaHUe TPEIUH B TEH30IMOKPHITUY TPOUCXOTUIIO
B mepuop ee nosbimeHusa ot 150 mo 240 xH. Ilpu
BBIXOJIe HA PEKHM TOCTOSHHOU HArpy3ku P =
= 240 MIIa HOBBIE TPEIUHBI (DUKCHUPOBAJIH JHUIIH B
TepBbIe CEeKYHIbI BBIIEPIKKH, XOTSI aKTUBHOCTh CHT-
HaJIOB OCTABa/laCh BBICOKOH B TeUeHHE BCeH BBI-
NEPIKKU U Havala CHUKATHCA JIUIIL IPU PasrpysKe
masenu. BamHo OTMETUTD, YTO MIPY HOBBIIIIEHUH Ha-
rpy3ku ot 150 mo 240 kH poct umciaenHoctu Tpe-
IUH B 00JacTH HAapesa CTPUHTepa ObLT HE3HAYH-
TEJIbHBIM, & B CONPAKEHHBIX C KOHIIEHTPATOPOM 30-
HaX, OTCTOSIINX HA PACCTOIHUM 3 — 5 MM OT MecTa
Hajpesa, TPEIUUHBI B TEH30IIOKPBHITHU BOOOIIE He
HaGI0IAINCh. OTU 00JIACTH IIAHEIN OKA3aJIKUCh Pas-
TPYKEHHBIMH, & B 30HAX, OTCTOAIINX OT KOHIIEHTPA-
Topa Ha 5 — 10 MM, TpeIIMHBI B TEH30MHAUKATOPE
M3MEHSIN CBOI0 HAIPABIEHHOCTh M OTHOAIN MECTO
JIOKAJIBHOTO JepeKTa.

Pesynbprarhl aKyCTHKO-3MHCCHOHHOTO KOHTPOJIA
COCTOSTHUs TIaHEeNIH, 3aperuCTPUPOBAHHBIE HA YeT-
BEPTOM 3Talle HUCIBbITAHUM, IpHUBEeAeHbI Ha pHuc. 7.
Koopauuarsl ucTOYHHUKOB AJ, JOKAINS KOTOPBIX
MIPOUCXOANIA KaK B 00JIaCTH PACIIONIOKEHUI TEH30-
WHAWKATOpPA, TAK ¥ BHE €ro, MOKa3aHbl Ha puc. 7, a.
OcobenHO BBICOKAsS KOHIIEHTPAIMSI HCTOYHHUKOB AJ
vMella MeCTO B 30HE Hajpe3a CPeJHEr0 CTPHHTEPA.
ITockoabKy CyIIIECTBEHHOTO TOBBIIEHUA IIIOTHOCTH
TPEeIIUH B TEeH30IOKPHITHH HA YeTBEPTOM JTalle HC-
OBITAHUH TAHEIN B 9TOH 30He He HAOII0JAaI0Ch, TO,
BEPOATHO, OCHOBHOU MACCUB PETHUCTPUPYEMBIX AJ
CHUTHAJIOB B 30HE KOHIIEHTpPATOpa OBLT BHI3BAH IIPO-
1[eCCOM Pa3pyIIeHUus CTPYKTYPhI MATPUIILI B CIOAX
makera [IKM.

Bue TensonmHmuKaTopa JIOKAUA KCTOUHUKOB AD
MPOUCXOAMIA B OOJIACTH CHIIOBBIX INTHU(QTOB CTAh-
HBIX HAKIAI0K, COeIMHSIONIAX OMPAaBKy C 3axBara-
MU HCIOBITATENLHOTO cTeHaa. Kak cimemyer u3 rpa-
(prKa HAKOIUIEHWS JIOKAI[MOHHBIX HMITYJIBCOB (CM.
puc. 7,6), Ha YeTBEPTOM JTalle HCIBITAHUHA MaHe-
au 3apeructpupoBano Ny = 299 wmcrounuroB A,
JIOKAIMST KOTOPBIX MPOUCXOIUIA MPH TOBBIIIEHUH
marpysku ceeiiite 150 kH. Ilpm srom marcumasns-
Has aMIUIUTY A BBICOKOOHEPTeTHYECKUX MMILYIHCOB



«3aBoackada maboparopusa. [[marnocruka marepuaiaos». 2019. Tom 85. Ne 6 61

u,, = 100 - 110 1B, ux AIUTETBHOCTH IIPEBBIIIANIA
t, = 6000 mrxc. Bemwumna napamerpa u,,/N, (cM.
puc. 7, 2) cocrasmstia 60 — 85 mxB/en., uTo cBoiicT-
BEHHO MMITyJIhcaM A, BO3HHUKAIOIUM TIpHU 06paso-
BaHWUU TPEIIUH B XPYIKOM CJI0€ TEH30HMHIUKATOpa
npu ypoBHe uy = 30 1B [5 - 8]. OcHoBHO#I Maccus
JIOKAITMOHHBIX HMITYJIHECOB, PETUCTPUPYEMBIX B pe-
skuMe Bbimep:kku npu P = 240 kH, umen yposensb
mapamerpa u,,/N,, meabiuit 30 mxB/en., uro xapak-
TEPHO [JiS CUTHAJIOB, BO3HUKAWIIHUX IIPHU YIPYro-
ILUTACTHIECKOM 1e()OPMHUPOBAHUN MeTaJIoB [9].

Ha mmarpamme peckpunropoB (cm. puc. 7, 2)
MOKHO BBIZIETUTh YeThIpe OCHOBHBIX Kjacrepa.
B pomonmenme K KiacrepaM, pacCMOTPEHHBIM HA
MIpPEeABIAYIIEM JTAale HCHbITAHUA, CHOPMUPOBAICT
knacrep D ¢ mapamerpamu u,,/N, = 5 — 30 mxB/en.,
N,/t, = 10-190 &'y, kKOTOpBIE 0Opas’oBaId UM-
[yJIBChI, BO3HUKAIOIINE B MPOIECCe YIPYTOIIACTH-
9eCKOTo Me)OpMUPOBAHUS CTANBHBIX HAKIANOK B
00J1acTH MPOYIIWH OMPABKH JJIS CUIOBBIX IITH(TOB,
TepefaroIux yCUIrne Ha TaHeb.

Ha msitom sTame ucnobiTanuil TAHE U IPU TOBBI-
urernn Harpy3ku ceeimie 310 kH B cramprbIX Ha-
KJIa[IKaX OMPaBKH B 00JIACTH CHJIOBBIX IITH(TOB
BOBHHUKJU 30HBI IIJIACTUYECKOTO e(POPMHUPOBAHU,
B KoTophIx mpu 350 kH Teuenme maTepuana mpoxo-
nuiio yixe 6e3 pocra mpuiaraemoi Harpysku. Ilocme
10-cekyHIHOI BBIIEPIKKY NaHeNb pasrpy:xanu. [Ipu
TIOBTOPHOM TIOBBINIeHUU HArpys3ku mo P = 350 kH
mpousoIiesl OOpHIB ONPABKH B 3axBaTe BepxHEH

TpaBepChL.
B rTeHzommmmraTope Ha 3TOM JTame PErUCTPHU-
pOBaI  JIOCTATOYHO PABHOMEPHYIO ILJIOTHOCTH

TPeIUH, CcocTaBiaAmInyild B cpemHem W = 24—
28 ex./cm. B cooTBercTBHH ¢ rpaduuecKoil 3aBHCH-
mocteio W = f(e,/g,), mpuBeneHHON HA puC. 3, cpel-
HHUH yPOBEHb HAUOOJBIIUX [VIABHBIX JeopMaIliii B
MecTe YCTAaHOBKH TEH30MHIMKATOpPa MOT JOCTHTaTh
e; = 3,0gy = 1800 mgm/M. B memTpanbHON uacTu
TEH30MHANKATOPa — B MecTe Haapesa CTpUHTepa —
ILUIOTHOCTH TPEIWH Ha IIATOM 3Talle UCHbITAHUA I1a-
HEeJIW MIPaKTUYeCKU He MEHAJIACh B IIPOIECCe HATpy-
JKeHUA. JTO OOYCIIOBJIEHO TEM, YTO B pe3yabTare
OONBIINX JIOKATHHBIX AedopMaIinii B 30He AedeKTa
Ipu TOBBIIeHWH Harpysku csbime 240 kH mpo-
H30IIITI0 PaspyllIeHne KIeeBOTo CI0A U OTCIauBaHue
TEeH30MHANKATOpa OT HOAIOoKKU. IIpruem 30Ha OT-
clawBaHUA II0 MEpe pocTa Harpy3KH 3aMeTHO pac-
mupsanack u npu P = 350 kH cocrasmana y:xe oxo-
a0 25 — 30 MmM.

PesynpraThl akyCTHKO-9MUCCHOHHOTO KOHTPOJIA
COCTOSHUSA MAaHeNH, 3aPETUCTPUPOBAHHBIE HA IIATOM
aTame WCHBITAHWH, MpHBeneHb! Ha puc. 8. Koopau-
HATBI UCTOUHHUKOB AO CcOOBITHH, TOKAIHAS OCHOBHOIO
MaccuBa KOTOPBIX HAOI0fanach B IEeHTPATbLHOH
30He TeH30HHAUWKATOpa (B MecTe Haupe3a CTPHHTeE-
pa), a TakKe B 06JIaCTH CHIOBBIX IITU(QTOB, ITOKA3a-
HbBI Ha puc. 8, a. Ha marom srane ncnbitanuii nane-
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Puc. 8. I'paduku KOOpAMHATHOHN JOKAIUHA HUCTOYHUKOB AO
coObITul (@), HAKOIUIEHHS JIOKAIMOHHBIX HMILYJILCOB (0),
MaKCHMATIbHOH aMIUIUTYAbI JIOKAIIMOHHBIX UMILYILCOB (8) U
auarpamma JIecKpHUITOpOB (2), moiaydeHHbIe Tpu AD KOHTPO-
JIe TTaHeJX Ha IIATOM JTalle SKCIePHMEHTA IIPU IOBIIICHUH
"arpysku xo P = 350 kH

I Bcero ObLIO 3aperucTpupoBaHo 253 MCTOUYHUKA
A3 cobbrTHii (cM. puc. 8, 6).

IIpu mepBoM Harpy:XKeHHH HAHEIH 3aMETHYIO
aKTUBHOCTb AO PEruCTPUPOBAIN B TEeYEHUE BCETO
Iepruosa IOBBIIIeHWa HArpysku — ot 240 mo
350 kH, mpu moBTOpHOM Harpy:KeHun — HabI0OAA-
JIA TOJIBKO B MOMEHT Pa3pyIIeHUs CTATbHBIX HAKJIA-
IIOK BepXHEeH OMpaBKH U IpHU cOpoce HArpy3kKu. Jlo-
KaIlMOHHbIE UMITYyJIbChI A, (pUKCHPyeMble HA TIATOM
JTame UCHbITAHWUA IAaHEeJIN U BbI3BaHHBIE TLIACTHUYE-
CKUM 1e)OPMUPOBAHUEM U PA3PYIIEHUEM CTATHHBIX
HAKJIaJ0K OIPABKH, NUMEIHU YPOBEHb MAKCUMAaIbHOH
aMImIuTyabsl u,, = 50 - 90 a1B, mmurenbHOCTH f, =
= 10 - 25 Mc u BerMuuHy napamerpa u,,/N,, He mnpe-
peimarnomnyo 30 mxB/e.

Ha pmarpamMve mecKpunTOpoOB 2 MOJKHO BBIZIE-
JUTH TATH OCHOBHBIX KJIACTEPOB CHTHAIOB A,
c(hOpMHUPOBABIIHXCA HA 3aKII0IATEILHOM 9TAIle HC-
ObITaHUA TaHenu. [[oMUMO KIacTepoB, PErucTpH-
PyeMbIX Ha TIPEABIAYIIUX DTAIaX UCIIBLITAHUA, IOd-
Buicsa wiaacrep E ¢ mapamerpamu u,,/N, = 30 -
70 meB/en., N,/t, = 40-90 k['1. Ero o6pasosamu
curHasnbl A9, BO3HUKAOIINE IIPH Pa3pylIeHUN
KJIEeBOTO CJIOfA, OTCIAWuBAHUU OKCHAMPOBAHHOU
(onbru u ee BHIMyUYMBAHUHU IpH COpPOCe HATPY3KH.
CurHanbl ¢ aHAJOTHMYHBIMH [IapaMeTpPaMU PErwucT-
PUPOBATH B TECTOBBIX UCIBITAHUAX TEH30UHIUKATO-
poB Ha oTphIB (cM. puc. 1). Ummynabesr A B miepuop
CHATHS HArpy3ku (cM. puc. 8,8) XapakTepHBI I
30H OTCJIOMBIIETOCS TE€H30IOKPBITHS, KOT/Ia yCamod-
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I'panunp! kracrepos, GopMupyeMbIe JIOKAITHOHHBIMHA UMITYJIHCAMH HA STANaX UCIIBITAHUA KOMITO3UTHOHU HAHEIH

[Tapamerpsr A B (o} D E
u,,/N,, MeB/en. 5-25 15-50 30-90 5-30 30-"70
N, /t,, kI'n 10-70 75 - 150 80 -170 10 - 210 40 -90

HbIe qedopMaIiii IpU cOPOCe HATPY3KHU BHI3BIBAIOT
BBIMyYHBaHue 1e)OPMUPOBAHHON (POJBIU B MeCTe
JIOKAJBHOTO OTCIAWBAHUS TEH30MHAMKATOPA OT
TIO/ITIOMKKH.

ITapameTpbl OCHOBHBIX KJIACTEPOB CUTHAJIOB, pe-
TUCTPHUPYEMBIX Ha 9Talle HCIIbITAHUA IIaHeJIHu, IIPU-
BeJleHbI B Ta0IuIIe.

B xome mpoBegeHHBIX KMCCIEIOBAHUI II0 BBISB-
JIEHWIO TIO/ITIOBEPXHOCTHOTO jedeKra — Haapesa
CpeHero CTpUHTEpa B ABUAITMOHHOM AHENIN TIPU ee
CT€HIOBBIX HMCIBITAHUAX HA pacCTAKeHnue — IIpoTec-
tupoBana paspaborannas B8 UMAIIl meroguka BbI-
SABJIEHUS TMOBPEKIEHUI HA pPAHHEH CTaJIWuu HATpy-
JKEHUA B YCIOBHUIX YIPYroro med)OpMUpPOBAHUS Ma-
Tepuaia KOHCTPYKIIMH, OCHOBAHHAS HA MCITOJIb30Ba-
HHUU OKCHIHOTO T€H30MOKPbITHA. s perucrpanuu
TPEIHUH B XPYIIKOM CJIO€ STOTO MOKPBITUSA IIPUMEHSI-
JI BBICOKOCKOPOCTHYIO BH/IEOCHEMKY, CUHXPOHU3U-
poBamuyio ¢ AD cucremoil muarHocTuku. TecTupo-
BaJIH HE TOJHKO METOAUKY, HO U CIEITHAIBHO paspa-
6oTaHHOE /I KIaCTEPHOTO aHAIu3a U KIaccu(uKa-
UM PETUCTPUPYEMBIX JIOKAI[MOHHBIX WMILYIHCOB
mporpamMMHoOe obecredyenne, a Takxke 000pyI0BaHIe
u 11O nia cHHXPOHHOM 3amuCH ITOTOKOB BUAE0U300-
paskeHu# ¥ MaccuBOB A JaHHBIX.

IIpuBenem ocHOBHBIE PE3YIBTATHI, CBUETEIHCT-
BYIOIIME O HAYYHOM HOBH3HE BBITOJHEHHOU PabOTHI.

1. KommiexcHoe MCIOIB30BaHUE XPYIMKAX TEH-
30MHIUKATOPOB U CHUCTeMbl AD KOHTPOJS, CHHXPO-
HUSUPOBAHHON C BBICOKOCKOPOCTHOW BHIEOCHEM-
KO, JlaeT BO3MOYKHOCTh B XOJl¢ MOHUTOPHUHTA B pe-
JKMME PeasibHOTO BPEMEHM pellaTh CIAeAyIoIue 3a-
Ia4Yu: BBIABIATH B IPOIECCE PAHHET0 HATPYKEeHHT
KOHCTPYKITHU B YCJIOBHAX YIIPYTOro aegopmuposa-
HUS MATEPUAJIA CKPBITHIE 1e()eKThI U TOBPEIKISHU,
MPOBOJUTD OIEHKY MAKCHUMAaIbHBIX aedopMaIiuii B
30HAX WX JIOKAIMHM U OIPeAeaATh CTEIeHb OIAaCHO-
CTH Pa3BUBAIOIIUXCA ITOBPEKISHUMN.

2. CuHXpoHHAS perucTpamusa ITOTOKOB BHIEO-
M300pAKEeHNH U AKyCTUKO-SMUCCHOHHBIX UMILYJIECOB
A mo3BoJITET TOYHO KOHTPOJIUPOBATH IIPOIIECC Tpe-
[UHOOOPA30BAHUA B TEH30MOKPBHITHM HAa JTAalax
OKCIIEPUMEHTa, a4 CTPYKTYPHO-(PEeHOMEHOIOTHYe-
CKMIl TIOAXOJ TIPH KJIACCU(PUKAIINH PETUCTPHUpPYye-
MBIX MACCHUBOB JAaHHBIX AS — OTCJIEKUBATDh B PEKHU-
Me peaJbHOTO BpeMeHHU Ha paHHel craguu nedop-
MUPOBAHWSI MATEPHUAIA OCHOBHBIE TIOBPEKICHUA HA
PaBHBIX CTPYKTYPHBIX YPOBHAX U HIEHTHUQHUITHPO-
BaTb HCTOYHHUKH HX H3JIYyYEHHU. Pa3pa60TaHHaﬂ
mporpamMma pasjieleHus cUTHaIoOB A9 B 1oye Jeck-
punropos u,,/N,, N,/t, mokasana cBoi 3¢dderTrs-

HOCTh KaK B DKCIIEPHMMEHTE C aBUAI[MOHHOU IIaHe-
JIbIO, TAK ¥ IIPH TECTOBBIX HCIIBITAHHUIX KOMIIO3HT-
HBIX 00pasIl0OB Ha pacCTSKeHHWe, CKaTue, u3ruod,
casur [5 - 10].

3. B mporecce A9 mMoHuUTOpHHTA Ha dTANax Ha-
TPY:KEHUS UCCIeyeMOU aHelu B IoJie TapaMeTpPOB
u,,/N,, N,/t, POPpMUPOBAINCEH KIACTEPhI CHUIHAJIOB
A9, remepupyemble MpOIleCCAMH TPEHWs, Ierpaia-
nwueit muorociaoiuoro makera [IKM B 3one Hamgpesa
CTPHHTEPA, TPEIMHOOOPa30BAHUEM OKCHIHOIO TEH-
30IOKPBITUA, PaspylleHueM KJIeeBOro CIOS U JIO-
KQJbHBIM OTC/IIAUBAHHEM OKCHUIUPOBAHHON (DOJIBIU
OT TIOMJIOKKM, @ TaK:Ke YIPYTOILUIACTHYECKHM JIe-
dopMupoBaHeM 1 paspyIllleHrueM CTAIbHBIX HAKIIA-
IOK OIPABKH B O0JACTH IIPOYIIHWH CHUJIOBBIX IITH]-
ToB. IIpu srom onerusanu HJC manenu, BbIABISIN
MMOTEHITHAIBHO OIacHbIe MeeKThI, CASTUIN 3a UX
pas3BHUTHEM, IIPOTHO3HPOBAIN YPOBEHBL pPa3pyIIaio-
e HarpysKu.
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MOHHUTOPHHI YIAPHOM BA3KOCTHU MATEPHUAJIA
MAT'UCTPAJIBHOI'O I'A3OITPOBO/JIA, LJIMTEJIBHO
IRCIVIVATUPYIOIIETI'OCH B YCJIOBUAX CEBEPA
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Crarps mocBsiteHa mnpobsiaemMaM ob0ecredeHus HAeKHOCTH U 0e30MaCHON SKCIUIyaTaI[uu IJIu-
TEJIBHO SKCIUIyaTUPYIOIIUXCSA ONACHBIX MPOMBIIIJIEHHBIX 00BEKTOB, B YACTHOCTH, MATHCTPAIb-
HBIX ra30IPoOBO/OB, mocie 50 et skcruryararmu. [{exs — paspaborka crrocoba OIeHKH OXpyITIn-
BaHWs METaIlIA [JINTEIHHO SKCILIYATHPYEMbIX MATUCTPAJIBHBIX TA30IPOBOJIOB C UCIIOIH30BAHH-
eM Hepaspyamwlero Merona. s pelenns JaHHON 3a1a4M MPOBEIEHBI SKCIIEPUMEHTAILHBIE
WCCIIEIOBAHMS 00PA3II0B U3 TPYO MATHCTPAIBHOIO ra30IpPOBO/IA, HA OCHOBAHUY KOTOPBIX BhIOpA-
HBI [IaPaMeTPhI, YYBCTBUTENBHBIE K IIPOIECCaM CTPYKTYpHOI nerpananuu. O60cHOBaHA TpuMe-
HHMMOCTH JIAHHBIX IIApPaMeTPOB I OIeHKHU crenenwu aerpaganuu. O6001as pesyabTaThl Mexa-
HUYECKUX W AKyCTUYECKUX MCCIIEIOBAHUM, YCTAHOBIEHA JOCTATOYHO YCTONYNBAS KOPPEIAIAOH-
Has CBSI3b MEKIy OIpeeisieMbIMU Xapakrepucrukamu. Ha ocHOBaHMM 3TOM KOPPEISAIMOHHON
3aBHCHMOCTH pa3paboTaH Crocod OIEHKH YAapHOW BA3KOCTH. JKCIEPUMEHTAIBHBIM I[yTEM II0-
JIy4eHBbI MIPe/IeIbHbIe 3HAUYEHUS UCCIeI0BAHHBIX IAPAMETPOB, TP KOTOPBIX SKCIUIyaTaIHs KOH-
CTPYKIIMHU CTAaHOBUTCA OmacHoi. Pazpaborana 610K-cxeMa MOHHTOPHHIA M3MEHEHUA YAApHOM
BASKOCTH CTaJI¥ MATMCTPAILHOTO TA30IPOBOAA TIPH JIATENBHON SKCIUTyaTalud. JKCIepUMEeH-
TaJbHBIE PE3yJIbTAThl U Pa3spabOTAHHBIA METOJ OIEHKU IIPEINeIhbHOr0 COCTOSHHUS MAaTephasa
MarvuCTpajabHOTI0 ra3orrpoBoJa IIPUMEHEHbI /I TEXHUIEeCKOTr0 JUAarHOCTUPOBAHUA HEIIPOEKTHBIX
YYACTKOB MArMCTPAIBHOTO razornposoxa Macrax — Bepre — fIkyTck, B pesyibraTe KOTOPOro orfe-
HEHbBI PeAIbHBIE HKCIUIyaTAIMOHHbIE XAPAKTEPUCTUKN U coOpaHa 6asa JAHHBIX HUCCIeNyeMbIX
moKasaresey i uxX JajbHeiero MoauTopunra. [IpeqmaraeMbrit cioco6 mMO3BOIUT MOBBICUTH
OIEPaTUBHOCTH cO0pa MH(POPMAITUHN 0 KOHCTPYKTUBHON HAMEKHOCTH, OIEHUTH B IIPOIECCE TEX-
HHYECKOTO JIMATHOCTHPOBAHUS CTEIIEHb AeTPaJalliy MeTAIA TPYObl 6e3 IPOBeeHUsT MeXaHuIe-
CKMX MCIIBITAHWN U U3TOTOBJIEHHs 00PAsI0B, CHU3UTh MATEPUAIIbHBIE 3aTPAThI HA TPOBEIEHNE
IUIAHOBO-IIPEYIPEIUTENHHBIX PEMOHTOB TPYOOIIPOBOIOB.

KimroueBnie cioBa: yYaapHad BA3KOCTBb; Oerpajganvdad MeTalia, CKOPOCTH 3BYKA; IIpeaeIbHOe
COCTOAHNE; NJINTEe/IbHAA 9OKCILLyaTallusd, MaI‘HCTpaJIbeIfI ra3ompoBon.

MONITORING OF THE TOUGHNESS OF THE MATERIAL OF THE MAIN GAS
PIPELINE AFTER LONG TERM OPERATION IN ARCTIC CONDITIONS

© Aleksandr M. Bol’shakov, Afanasy V. Burnashev*, Vasily M. Efimov

Larionov Institute of the Physical-Technical Problems of the North of the Siberian Branch of the RAS, ul. Oktyabr’skaya,
Yakutsk, 677890, Russia; *e-mail: a.v.burnachev@mail.ru
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The problems of ensuring the reliability and safe operation of long-running hazardous industrial facilities,
in particular gas pipelines, after 50 years of operation are considered. The goal of the work is developing a
method for assessing metal embrittlement of long-running main gas pipelines (MG) using a non-destruc-
tive method for monitoring and improving operational reliability. Experimental studies of the samples of
the pipes of the main gas pipelines revealed the parameters most sensitive to the processes of structural
degradation. The applicability of those parameters to assessing the degree of degradation is substantiated.
Analysis of the results of mechanical and acoustic studies revealed correlation with an essentially large
value of the correlation coefficient. Based on this correlation, a method for assessing the toughness has
been developed. The experimentally obtained limit values of the studied characteristics at which the oper-
ation of the structure becomes dangerous are presented. A flowchart has been developed for monitoring
changes in the toughness of the gas pipeline steel after long-term operation. The experimental results and
developed method for estimating the limiting state of the gas pipeline material were used during technical
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diagnostics of non-project sections of the Mastach — Berge — Yakutsk gas pipeline to determine real oper-
ational characteristics and form a database of the studied indicators for their further monitoring. The pro-
posed method will improve the efficiency of accumulated information on the structural reliability and pro-
vide the possibility of assessing the degree of pipe metal degradation without conducting mechanical tests
and making samples in the process of technical diagnostics thus reducing the material costs for conducting
scheduled maintenance of the pipelines.

Keywords: impact toughness; metal degradation; sound velocity; limiting state; long-term operation; gas

pipeline.

Beenenune

Ha teppuropun dxyrum ¢ 70-x TomoB 3KCIIya-
THPyeTCd MAarucTpaibHbli rasompoBoy Taac-Ty-
myc — Bepre — fkyrck, obecnieunBaromuii r. dKyTcK
u Oausexaniue padoHbl IPHUPOIHBIM raszoM. JlaH-
HBIM Ta30IIPOBOJ ABIAETCA YHUKAIBHOH METasllio-
KOHCTPYKITHEH, IIOCKOJbKY IIPOJIOXKEH M SKCILIya-
THPYETCI B CIOKHBIX T€OJIOTUYECKUX YCIOBUAX —
B palioHaX PacHpoCTpaHEHUS MHOTOJIETHEMEP3JIbIX
TPYHTOB ¥ TPH OOJBIINX TEMIEPATYPHBIX Iepera-
nax. ['asonmpoBoj B TakuWx yCIOBHAX IIOBEpraercs
BOBJIEUICTBUIO OTIOJTHUTEIbHBIX HEIPOEKTHBLIX Ha-
rpy3ok [1], KoTOpble HOCAT IMEPHOIMIECKUN XapaK-
Tep U IPOABJIAIOTCA B OCHOBHOM B 3UMHUU OTPE30K
Bpemenu. Ilox BIuMAHWEM IEepeYHCIEHHBIX (PAKTO-
POB ¥ UINTEIHHOTO CPOKA HKCIIyaTAIlMH Ta30IIpo-
BOJI B JAHHOE BPEMs CUUTAETCS IIPAKTHIECKH UCIeP-
TIaBIIIUM CBOM pecypc.

C KamapIM TOI0M IOTPebIeHre Ta3a YBeTHInBa-
ercd, 4To TpedyeT paboThl TPyOOIIPOBOIA HA MAKCH-
MAaJIBHO BO3MOKHOM JJABIEHUH, W HKCIIyaTallus ra-
30IIPOBOZIA C HCYEPHAHHBIM PECYpPCOM IIPH TAKOM
IABIEHUN IIPEACTABIAET OONBIIYI0 OIAaCHOCTH —
BO3BHHUKAET yrpo3a BOSHUKHOBEHUA XPYIIKHX Paspy-
IIEHUA W3-32 CTPYKTYPHOH [qerpajanuyd MeTayia
TpPyOBI, CHUIKAIOIIEH COTPOTUBIIEHNE PACIIPOCTPaHe-
HUIO TpelmyuH. B Takux cUTyarusax, KpoMe pacieToB
II0 OIIEHKe OCTATOYHOIO pecypca, HeoOXOIUMBI Iie-
PHUOIMYIECKUH MOHUTOPHMHT U cO0p MH(MOPMAIUU O
PeasbHOM COCTOSTHHH O0BEKTa C KCII0Ih30BAHHEM
METO/I0B, YyBCTBUTEIbHBIX K CTPYKTYPHBIM HM3MeEHe-
HuaM. HecMorps Ha J0CTATOYHYI0 H3YYEHHOCTH
mpo06JIEMBI OLIEHKH HAIEKHOCTH, Pecypca U ferpajia-
nuu Marepuana [2 — 8] ATUTETbHO SKCIIyaTHpye-
MBIX KOHCTPYKIIMH, aKTyaJIbHOCTD JaHHOU TeMBbI 3a-
HUMaeT OJHO U3 IIePBBIX MECT Cpenu 3anad 1o obdec-
MMEYEHNI0 TEXHOTEHHOH 6e30IMacHOCTH.

ens naunoit paborbl — paspaboTka crocodba
OLIEHKM OXPYIYMBAHHUSI METAJIA [IUTEIbHO DKC-
IIyaTUPYeMbIX MaruCTPAIbHBIX Ta30IIPOBOIOB C HC-
IIOJIb30BAHUEM HepaspylIaiomiero MeTofa IS MO-
HUTOPWHTA U IOBBINIEHUA SKCIULyaTAIlMOHHOW Ha-
TIEKHOCTH.

Marepuagbl 1 METOAUKA SKCIIEPUMEHTA

Jlns BBINOMHEHHUS IIOCTABIEHHOH [eId ObLIH
MIPOBEIeHbI UCIBITAHUA HA yAApHBIA u3rub obpas-

II0B W3 CTaJel MAaruCTPaJbHOTO Ta30mpoBOAa U
yAbTPa3ByKOBbIe WCCIemoBaHusa. Bo Bcex sKcmepu-
MEHTAaX HCII0Ib30BajIu 00pasibl u3 Tpyo 530 X 9 Mmm
OTHOTO TIPOM3BOAMUTENA U OTHOTO THUIA ITPOKATKH.
Ity TPyOBI M3TOTABIWUBAIN W3 HOPMATH30BAHHOH
Tpy6Hoit cranmu 091'2C (o mamubIM cepTudurara) B
1964 r. mo texumdeckuMm ycaoBuam BTY UMTY-
YKPHUTH 537-64 ua JKpaunoBckom MeTaryprude-
ckoMm 3aBoge uM. Miapmua. Cranp uccaeqoBaiu B
CIEAYIONNX COCTOAHUAX: 1) aBapuiHbBIN 3amac (Xpa-
HUBIIWHICS B YCIOBHUAX KOoHcepBanuu 6osee 50 mer);
2) mocite skcruryararuu 50 jet; 3) mocie dKCILIyaTa-
muu 50 JIeT ¢ IOMOoJIHUTENbHBIM TepMoaed)OpPMaIin-
OHHBIM crapenuneMm (medopmamus 6 %, mociemyro-
i orskur npu 650 °C, oxnaxaenue ¢ neusio). Tep-
Moie(DOPMAITHOHHOE CTAPEeHHE MPOBOAMIN B IEJIAX
VMHUTAIUN JOCTHKEHUA MaTEePHUaIOM €ro IIpefieb-
HOTO COCTOAHHUS. 3a MpeaeabHoe cocrosaue [9] mpu-
HHUMaeTcd 3HA4YeHWe YAapHOH BA3KOCTH, KOTOPOE
MeHbIIIe WM PABHO HOPMATHUBHOM BEIWYWHE, YKa-
3aHHOM B TEXHUYECKHUX YCIOBUIX 10 M3TOTOBJIEHHUIO
Tpy6 /I MATUCTPATBHBIX FAa30IIPOBOIOB, a TAKKE B
CTPOUTEIBHBIX HOPMAaX U MPaBHIAX. JTO COCTOSHIE
TaKKe MOATBEPKIAETCA Pe3yIbTaTaMi BU3YAIHHOTO
0CMOTpa ITOBEPXHOCTH PaspyIleHusd, KOTaa B 0bpas-
e obnapysxusBaercs 100 %-HBIH KPUCTALIMIECKUH
H3JI0M.

CropocTh 3ByKa M3MEPAIH C TIOMOIIbI0 Ipubopa
HNCAB-1 mpowussoacrea UikeBCKOro rocymapcTBeH-
HOTO TEXHUYECKOT0 yHHBepcuTeTa. J|anHbii mpubop
M03BOJISET H3MEPATh CKOPOCTH ITOBEPXHOCTHBIX
BosmH c morpertHocThio 10 0,01 %. latumkum pas-
IEebHOTO THUIla, W3IydaTelb W HMPUEMHHUK 3aKper-
JeHbl B OfHY 0a3y ¢ IIOCTOSHHBIM PACCTOSTHHEM
70,3 MM, yacrora ynbrpasByka ~2,5 MI'tt. Iloapo6-
HbIe XapPaKTEePHUCTUKN W IPUHITUI paboThl mpubopa
usno:xensl B [10]. M3smepeHus mpoBoIuWIN Ha Cer-
MenTax Tpyo pasmepamu 200 X 250 X 9 MM (BmOJIB
obpasytoiiedl TpyObI), MIEPOXOBATOCTH ITOBEPXHOCTH
Rz <20.

Ilocne ynpTpasByKOBBIX HCCAEIOBAHUN W3 3THUX
3K€ CeTMEHTOB OBbLIH M3TOTOBJIEHBI 00PA3IIBI IJIS HC-
TIBITAHUN HA YAAPHBIA M3TU0, KOTOPbIE TPOBOIUIN
mpu 20 °C.
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CocrosiHre MeTamIa

Puc. 1. 3aBucumocTh yaapHOH BA3KOCTH OT TEMIIEPATYPHI (@) ¥ Pa3IUIHBIX COCTOAHUN MeTasia (6): I — Merant TpyObI u3 aBa-
puiiHoro 3anaca; 2 — mocie skcruryaranuu 50 ser; 3 — mocie 50 JieT SKCIULyaTauy | A0I0IHUTEIBHOTO TepMOo1epopMaIHOHHO-

IO CTapeHus

[
N
(=]

120 4 *
32100 i
< 80 -
=
= 60 &}
N 40

20 4

0.

0 1 2

Cocrosuune Mmarepuaia

Puc. 2. Tpemunocroiikocrs marepuana Tpyost MI': 1 — uc-
XOIHOE COCTOsHME; 2 — Tocie sKcmryaranuu 50 jer

OcHOBHBIE PE3yJAbTATHI U BBIBOIBI

Ha pwuc. 1 mpuBeneHbl 3aBHCHMOCTH YIAPHOMU
Baskoctu KCV 00pasiioB B pa3iIudHbIX COCTOSHUIX
OT TeMIlepaTyphl UCIbITAHUH (@) U TpadHUK, TOCTPO-
€HHBIU 74 ciaydasd HCHOBITAHWN IpU KOMHATHOU
temueparype (6). Buguo, uro mo cpasuenwuio ¢ KCV
aBapuUHMHOIO 3amaca yZapHas BA3KOCTb IIafaeT IO-
clle SKCILTyaTanuu 10 25 % u mociie MOTOTHUTEIb-
HOTO crapeHus Oomnee ueM mo 65 %. Habmomaercs
Gonpiras gyBcTBUTEIbHOCTE KCV K M3MeHEHUIO
TeMIepaTypbl U IIpoIleccaM CTAapeHus IO CpaBHe-
HUIO C pe3yJibTaTaMu UCIIbITaHu Ha oopasiax KCU
(11, 12].

Kak u ymapuas BS3KOCTb, TPEIHMHOCTOHKOCTH
ABJIAETCA OMHOM M3 BAKHBIX XAPAKTEPUCTHUK I
OIIEHKHU BIUAHUA BPEeMEHU DKCILIyaTalluu U CBA3aH-
HOTO C HUM H3MEHEHH MEXaHHYECKUX XapaKTepH-
cTUK Merasia. [lna ompemeneHus XapaKTEPUCTHK
TPEIIUHOCTOMKOCTH UCIHOIb30BAIH IPAMOYTOJIHHbIE
KOMIIAKTHBIE 00pasIibl ¢ KPAeBOM TPEIUHOM I HC-
IBITAHUI Ha BHeleHTpernHoe pacra:xenue mo ['OCT
25.506-85. cipiTanua IpoBOJUINCH IIPH TEMITEpPA-
Type +20 °C.

3150

1 2 3
Cocrosaaue MaTepuana

Puc. 3. Cropocrs pacnpocrpauenus 3Byka B cranu MI' mo-
Clle Pa3IUYHBIX COCTOSHUM: ] — MeTast TpyObl U3 aBapHiHO-
ro 3amaca; 2 — mocie skciuryararuu 50 jser; 3 — mocae 50
JIET HKCIULyaTaluHy | JOIOIHUTEIHHOTO TEpMOieDOPMAIHOH-
HOTO CTApeHUs

Jla OlleHKU CTemeHW OXPYIMYUBAHWUS IPH AJIH-
TEJIbHOH 9KCIUIyaTanuu #U AeOpMAIOHHOTO CTa-
peHus ObLTH IIPOBEJEHbI CPABHEHUA 3HAYEHUH Tpe-
I[AHOCTOMKOCTH MaTepuaja TPyObl 0 U IOCiIe HKC-
mayatanuu (puc. 2). 3a snauenue K, B HICXOJHOM CO-
CTOAHUHN MaTepraya MaruCTPAIbHBIX Ta30IPOBOJOB
MIPUHUMATIN Pe3ynbTaThl, noxydeHabie A. B. Jlbirna-
eebiM u A. W. JleBurwim B HHcTuTyTE QHBHKO-
texumdyeckux npobiem Cesepa CO PAH na Toit xe
MapKe CTaHu, KOTOPYIO HCIIOab3oBaau mocie 5 u 10
JeT sKciuryararmu [13].

Kak u B ciyuae ¢ ymapHOi BI3KOCTBIO, HAOIIO-
IAJIoCh CYI[eCTBEHHOE CHUKEHWEe COIPOTHBIEHHUA
MaTepuaa XpyIKoMy paspylIeHHIo.

YnbTpasByKOBOe HCCIENOBAHHE TaKKe IIOKA3a-
JIO CHHKEHHEe CKOPOCTH 3BYKa C MU3MEHEHUEM COCTOs-
Huil Tpy6HO# cramu (puc. 3). MoxHO OTMETHUTH
KaueCTBEHHOE CXOJACTBO PE3yIbTATOB WCIBITAHUN
Ha yAapHBIH U3THO W yAbTPA3BYKOBBIX M3MEPEHMUI,
YTO, €CTECTBEHHO, CBSI3aHO C UYyBCTBUTEIHHOCTHIO
9TUX XapaKTEPUCTUK K M3MEHEHUAM CTPYKTYPHI Ma-
Tepuasa B IIpoliecce JIUTEIbHON DKCIIIyaTalluu.

CoBmemasg 9SKCIEpPUMEHTANIbHBIE PEe3yIbTaThbl
YAApHBIX W YJIBTPA3BYKOBBIX WCCIETOBAHUH, I10-
CTPOMIN KOppendanuoHHyio 3saBucumocts KCV(v)
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KCV, Tx/cm2

250 4

200 4

3160 32 1E[ 3260 3310 3360 v, M/C

Unpen = Unont

Puc. 4. Koppensnuonuas 3aBUCHMOCTb yIAPHON BA3KOCTH
W CKOPOCTH 3ByKa (3alITpuxoBaHa 00JIaCTh IIpeNelbHBIX
3HAYEHUIN)

(puc. 4). Ob1acTaM BBICOKHUX yJapHOM BA3BKOCTH U
CKOpPOCTH 3BYyKa COOTBETCTBYIOT 3HAYEHWUS, TIOJIyIEH-
Hble Ha TpyOe aBapuMITHOTO 3armaca, KOTopas HMeeT
paBHOBecHY0 cTPyKTypy. ObaacTam ¢ HUBKUMU 3HA-
YEeHUAMH HUCCIEyeMbIX BEIMUNH (3aITPUXOBAaHHAA
0651acTh) — Pe3ynbTaThl UCCIENOBAHUSI 00pasIoB
Tpy0 TOC/Ie SKCIULyaTAIluyd W JOMOJHUTEIHLHOTO HC-
KyCCTBEHHOTO crapeHus. Paszbpoc 3HaueHudl naH-
HBIX BEJIWYUH, BEPOATHO, BHI3BAH AHU30TPOIIHEN
CTPYKTYPBI MaTEpPHATIA.

Kaxk Bumno m3 (puc. 4), uMeeT MeCTO He TOJBKO
COBII[[eHHE MAKCHUMYMOB, HO ¥ [JOCTATOYHO XOPO-
masa Koppenadnus KpuBbIX. Ilogobue KPHUBBIX CBO-
nures K auHedHbIM 3aBucumocTsiM KCV(v). Koppe-
JIAIMOHHBIE YPABHEHUs, [I0Jy4eHHbIe METOI0M Hau-
MEHBIINX KBaApaTOB, A CIAydas ITOBEPXHOCTHOM
BOJTHBI UMEIOT BU]T

KCV = 1,12v - 3385,

ros(pumment xoppersamun 0,97.

Ha ocnoBe momy4ueHHOM KOPPETAIHOHHON 3aBU-
CHMOCTH paspaboTaHa cxeMa MOHUTOPHWHTA U3MeHe-
HUS yIapHOU BA3KOCTH CTajlell MaruCTPaIbHOTO ra-
30IIPOBO/Ia IIPH JJIUTEIBHOM SKCIIIyaTanuu (puc. 5).
[lepuoardeckuii MOHUTOPUHT MIO3BOJIAET OI[EHUBATD
peanbHOE (QHBUYECKOe COCTOSHME 00BEKTa, a TaKke
MPOTHO3UPOBATH OCTATOUYHBIN PECypPC M CKOPOCTH Te-
YEHWS MPOIIECCOB CTAPEHU MaTEPUATIA.

B mecrax HAnOOMBIINX HATIPSKEHUH U3MEPSIN
CKOPOCTb 3BYKa I10 Y€THIPEM CEKTOPAM U 3aHOCUJIU B
MPOTOKON W3MepeHui. Mcmonb3ys KOppessaiiuoH-
HyI0 3aBHCHUMOCTH, OIEHUBAIU yIAPHYIO BA3KOCTH
Marepuaa B JaHHBIA MoMeHT Bpemenu. Ilpu cie-
IYIOIeH TUATHOCTUEE ITOBTOPHO (DUKCHPOBAJIU 3HA-
YEHWs CKOPOCTEH B 9THX K€ TOYKAX ¥, CPABHHUBAS C
IIepBOHaA4Ya/JIbHbIMU 3HA4Y€HUIMH, CyOTHUJIN O COCTOM-
HUY MaTepHaia TpyObl.

Jlanuas meToauKa ampoOUpoBaHa P IIPOBeJie-
HUYM TEXHUYECKOTO COCTOSTHHS MATHUCTPAILHOTO ra-
3ompoBoaa B pamkax HUP, monyueHns! 3HaueHus uc-
cleyeMbIX IApaMeTpoB M coslaHa 06asa MaHHBIX
111 UX JajibHelIero moauropunra. K Hegocrarkam

MOHUTOPHUHT H3MEHEHUs
yaapHoi# Baskocru cramu MI

|

Hsmepenne ckopocts yabTpasByKa (Usg).
Cocrasnenune 6a3bl JaHHBIX

|

Ilepuonmueckoe usmepeHue vy,
B IIPOIECCE DKCILIyaTAIHnA

Hcnons3oBanue koppesamuonuoi sasucumoctd KCV(vss)

AHanu3 u3aMeHeHus yIapPHON BA3KOCTH

Puc. 5. Cxema MOHUTOpPUHTA yAAPHON BA3KOCTH

IAHHBIX HCCIIEIOBAHUI MOYKHO OTHECTH TOT (PakKT,
YTO HCCIEIOBAHUA IIPOBOIMIN TOJIBKO HA OXHOM
MapKe CTalu, 4YTO Cy;KaeT 00JacTh MPUMEHEHUS
mmpemyiaraeMoro cmocoba. Bwrbop marepmana miis
MIPOBEJIEHUA HUCCIEOBAHUN CKOPOCTH 3BYKA HMEET
OJTHO M3 BaKHEHIINUX 3HAYEHWH, OT KOTOPOTO 3aBH-
CUT IOCTOBEPHOCTDH PE3y/IbTaToB M3MepeHui. Boib-
IIIYIO0 POJIb UTpaeT BUJ MPOoKaTKu crajei. o 1970-x
TOJIOB IIPH CTPOUTEIBCTBE MATUCTPAIBHBIX Fa30IIPo-
BOJZIOB HCITOJIb30BAJIN TOPIYEKATaHbIE U HOPMAIH30-
BaHHBbIE cTanu. V3-3a aHM30TPOIIMHU CBOMCTB CTAIU
Ppa3HOTO BHUA IIPOKATA, BIUIHUA BHYTPEHHUX MUK-
pOHANIPSKEHUI PACIIPOCTPAHEHNE 3BYKOBBIX BOJH U
UX TOIVIOIIEHHE 3€pHAMHU, MeEK3ePEeHHBIMH T'DAHH-
namMu OyayT UMEeTh CyIleCTBeHHbIe OTIMYHA, KOTO-
phle CO3[aI0T TPYAHOCTH B OOHAPY:KEHWH pPasind-
HBIX 3(p(PeKTOR.

B cayuae KOHKpPETHOrO MAruCTPaIBLHOTO Ta30-
MIPOBOZia TaKoU MpPoOeMbl HE BO3HHKAET M3-3a H3-
BECTHBIX JAHHBIX O Tpybe rasompoBojia, IOJyYeH-
HBIX B pe3yibTaTe 3apaHee IPOBEJEHHBIX KaMme-
panbHBIX pabor. [[a MUpPOKoro NMpuMeHeHHUs Ipe-
JIO}KEHHOTO cIrocoba B apceHaje UCCIeI0BaTes
IOJLKHBI OBITH KOPPEIAIMOHHBIE 3aBHCHMOCTH HC-
cIefyeMbIX IapaMeTpPOB [JId MAPKHA CTAIH TPYObI
IUarHOCTUPYEMOTro 00BEKTA.

IIpennaraempiii  croco0 II03BOJIHUT IIOBBICHUTH
OTIEPaATUBHOCTDH cO0pa HHMOPMAITUN 0 KOHCTPYKTHB-
HOI HAJEKHOCTH, OIEHUTDH B IIPOIIECCE TEXHUIECKO-
T0 JUATHOCTUPOBAHUA CTEIIEHDb JETPaJallii MeTal-
sa TpyObl 6e3 MpOBeJeHUA MEXaHUIECKHX HCIIHITA-
HUH U H3TOTOBJIEHUS 00pPAa3IOB, CHU3UTHL MATEpPH-
albHbIE 3aTpaThl HA IPOBEIEHHE IIAHOBO-IIPENry-
MIPeIUTETHLHBIX PEMOHTOB TPYOOIIPOBOIOB.
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“THE SI — FUNDAMENTALLY BETTER”

The International System of Units (SI) is the
accepted set of units for all applications of mea-
surement worldwide. Although one of its aims is to
provide the basis for measurements that are stable
over long periods of time, it has always been a prac-
tical and dynamic system that has changed to ex-
ploit the latest scientific advances.

In November 2018, the General Conference
on Weights and Measures met in Versailles and
agreed one of the most significant sets of changes
to the SI since its inception in 1960. These were
to base it on our best understanding of the laws of
nature and to eliminate the link between the SI
and definitions based on physical artefacts. The
changes build on the results of research into new
measurement methods that use quantum phe-
nomena as the basis for standards that are funda-
mental.

These changes were agreed in November 2018
and come into force on May 20t 2019, a date cho-
sen because it is the anniversary of the signature of
the Metre Convention, celebrated by World Metrol-
ogy Day. Whilst the future impact of the changes
will be far reaching, great attention has been paid

to ensure that the new definitions will be compa-
tible with the current ones at the time the change
is implemented. The changes will not be noticeable
to any but the most demanding users, but, they do
mean that there may be changes in the way that
traceability is ultimately established. The global
work to harmonize the operation of instruments
used to make measurements will continue to en-
sure that trade, industry and consumers will not
notice any difference to the weights, lengths and
other measures they use.

The new definitions use “the rules of nature to
create the rules of measurement”, linking mea-
surements at the atomic and quantum scales to
those at the macroscopic level. They achieve a col-
lective ambition for the “metric system” which has
been to provide universality of access to the agreed
basis for worldwide measurements. They will pro-
vide the basis for future innovations in measure-
ments that will allow the definitions of the second,
the metre, the ampere and the kelvin to take ad-
vantage of atomic and quantum phenomena to
achieve levels of accuracy limited only by our ca-
pacity to observe them.
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I/I3MepeHI/Iﬁ MacCCOBOM OO 30JIbI B HHH.[eBOfI IIPOMBINIJIEHHOCTH: 3aBHCHUMOCTH pe3yJIbTaTOB
W3MEPEeHUH OT YCJIIOBUH aHAIN3a, HEIOJIHOTA MH(POPMAIMH O PEKUMAX M3MEPEHWd W MeTpO-
JIOTMYECKUX XapPaKTEPUCTUKAX B CTAHJAPTU3NPOBAHHBIX METOAUKAX, OTCYTCTBHUE CTAHJAPTHBIX
06pasioB. Onrcanbr METON U3MEPEHUH U 000PYI0BAHKE /IS PeaIu3alliy TOCyIapCTBEHHOM 1ep-
Br4HOU pedrepenTHOH MeTonuku usmepenuil (I'TIPMI) maccoBoii 105u 307161 B IUAIIEBBIX IIPO-
IYKTax U IIPOJOBOJILCTBEHHOM CHIPhE (3epHE, 3epHOIIPOAYKTAX, KpaxMmase, caXxape, MOIOYHBIX,
HU3KOJIAKTO3HBIX U 0E3JIAKTO3HBIX IIPOLYKTaX, KOMOMKOPMAaxX ¥ KOPMOBBIX KOMIIOHEHTax). Msio-
JKEHA IIPOIle[ypa YCTAHOBIEHUA METOAWYECKUX IIapaMeTpoB (TeMIieparypa, IPOROIIKUTEINb-
HOCTB C}KUTAHWs, Macca HaBecku) B xoje paspaborku I'TIPMU c ucronb3oBaHreM CTEpeoCKoIy-
YECKOT0 IIaHKPATHIECKOTO MHKPOCKOIIA ¥ TEPMOTPABUMETPUYIECKOTO aHAIN3aTOPa C MacC-CIIeK-
TPOMETPUIECKHUM JEeTEKTOPOM ¥3 cocTaBa ['ocy1apcTBEHHOrO [IEPBUYHOIO STAIIOHA eUHHUI] MacC-
COBOY JIOJIX M MACCOBOH (MOJIAPHOM) KOHIIEHTPAIIUN BOABI B TBEPIBIX U JKUAKUX BEIECTBAX U
marepuanax ['9T 173-2017. Omucan aJropuT™ OIEHKHA HEOIIPeNeIeHHOCTEH U3MEPEHHIA MaCcCo-
BOM JIOTIM 30JIbI C YKA3aHWEM BBIBIEHHBIX UCTOYHUKOB HEOIIPEETEHHOCTH U UX BKJIA/A B CyM-
MapHYI0 HEOIPEeNeJeHHOCTh Pe3yIbTATOB M3MEPEHUH C IPUBIeYeHHEM MHOrO(AKTOPHOTO JKC-
[ePUMEHTa, PErPEeCCHOHHOT0 aHau3a ¥ OJHO(MAKTOPHOro aucnepcronHoro anamuza ANOVA.
IIpuBenensr MeTpoOIOrMIecKre XapaKTePUCTHKH, 06/1acTh TpuMeHenus u HazHauyenue ['TIPMU.
IIpencrapnens! pe3yabTaThl MEKIA60PATOPHBIX CIMINTEIBHBIX UCIIBITAHWH, TOATBEPIKAAOIIIE
SKBHBAJIEHTHOCTb paspaborannoit ['TIPMU anamormyubiM MeTomMEKaM (METOmaM), HCIOJIB3Y-
€MBbIM B MEKIYHAPOAHOHN aHATTUTHIECKOU IpakTHKe. [IpogeMoHCcTprpOBaHa IIPHMEHUMOCTE Pas-
paborannoi I'TIPMU nisa onpenesneHus aTTeCTOBAHHBIX 3HAYEHWA MaCCOBOM JIOJIN CHIPOM 307161
[IPH UCIBITAHUAX CTAHIAPTHBIX 00PA3II0B COCTaBA KOMOMKOPMOB.

KaroueBnle ciioBa: nepBuyHas pedpepeHTHAS METOAWKA HW3MEPEHWil; IHINEBbIe MPOMYKTHI;
MIPOZIOBOJILCTBEHHOE CHIPhE; 30J1a; ChIpas 301a; 30/IbHOCTD; TEPMOTPABAMETPHUUECKAN AHAINS;
Macc-CIIeKTPOMETPHSA; CTAaHIAPTHBIN o0pasel.
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The lack of traceability of the results of ash content measurements to the state standards of measurement
units is considered. The problems of ash mass fraction measurement in food industry are revealed: de-
pendence of the measurement results on conditions of the analysis, incomplete information on the modes
of measurements and metrological characteristics in standardized methods, the absence of reference ma-
terials. We present information about the measurement method and equipment for implementation of the
State primary reference procedure (SPRP) for measuring the ash mass fraction in food and foodstuff
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(grain, grain products, starch, sugar, dairy products, low-lactose products, lactose-free products, com-
pound feeds and feed components) and describe the procedure of determining the methodological parame-
ters (temperature, duration of combustion, weight of sample) in the course of the SPRP development us-
ing a stereoscopic pancratic microscope and thermogravimetric analyzer with mass spectrometric detector
(implementing TGA-MS methods) included in the State primary measurement standard of mass fraction
and mass (molar) concentration of water in liquid and firm substances and materials GET 173 — 2017.
The described algorithm for estimating the uncertainty of the ash mass fraction measurements using
multifactor experiment, regression analysis and single-factor ANOVA provide information about the
sources of the uncertainty and their contributions to the total uncertainty of measurement results. The
metrological characteristics, scope and purpose of SPRP are presented. The results of interlaboratory
comparisons confirming the equivalence of the developed SPRP to similar measurement procedures
(methods) of foreign countries are presented. The applicability of the developed SPRP for determination
of the certified values of the mass fraction of crude ash to testing reference standards of compound feed
composition is demonstrated.

Keywords: primary reference measurement procedure; food products; alimentary raw materials; ash;

crude ash; ash content; thermogravimetric analysis; mass spectrometry; reference material.

BBenenune

Coznep:xaHue 30716l — ORHMH W3 BKHEHIITUX II0-
KasaTeJel KavecTBa IMHUIEeBBIX MPOAYKTOB U IPOIO-
BOJIBCTBEHHOTO CHIPHS, XAPAKTEPHUIYIOIINH WX MH-
HEpPaJIbHYI MUTATEIbHOCTb. 1pPeboBaHUA K COIEp-
SKAHUIO 30JIbI YCTAHOBJIEHBI B CTAHAPTAX HA TEXHU-
YeCcKHWe YCAOBHUA [JIT 3€PHOBBIX M 3€pPHOO000BBIX
KyJBTYD, 3€PHONIPOLYKTOB, KOMOMKOPMOB H KOPMO-
BBIX KOMIIOHEHTOB, Kpaxmana, caxapa. [lomycrumbrie
3HAYEHUA MACCOBOH JOTH 30JIbI B MOJIOYHBIX, HU3KO-
JIAKTO3HBIX, 6€3JIAKTO3HBIX MIPOAYKTAX A JETCKOTO
MUTAHUA PerjiaMeHTHPOBaHbI B TeXHUYECKUX per-
mamenTax Tamozxenuoro cowosa [1, 2].

TepmMuHOM «30/a» HA3BIBAIOT OCTATOK MUHE-
PAIBbHBIX BEIECTB B aHAIM3UPYEMOH mpobe mocie
CKUTAHHUs Bcex opraHmueckmx BemtectB. Comepsxa-
HUe€ 30751 OIIPEEIAI0T TPABUMETPUIECKUM METOIOM
IyTeM HATrpeBa TUIJIA C HABECKOH B MYy(eabHOU
[eYu TPH KOHTPOJHUpPyeMol Temmeparype. Macco-
BYIO [IOJII0 30JIbI PACCUMTHIBAIOT MO YOBLIN MACCHI.
OxoHuaHMe IpoIfecca 0307€HU, KaK IPABUIO, KOH-
TPOJUPYIOT BU3YAIBHO (3012 OJHOPOIHALT, IIBET be-
JIO-CepBIi, HET O0YIJIEHHBIX, HECTOPEBIIIUX YACTHIY)
¥ TPaBUMETPHYECKH (IO JOCTHKEHHUU MOCTOSHHOH
MacchI).

Ogmnako B 9TOM ciydae pe3yiabTaThl OIpefelie-
HUSA 30716l 3aBUCAT OT YCJIOBUH aHanu3a (TeMmepary-
pa, TPOTOKUTEIBHOCTh CIKUTAHWI, Macca HaBec-
KH), KOTOpbIe IOKHBI OBITH ITOJOOPAHBI HKCIEPH-
MEHTAJIBHO AJIA KAKIOT0 MPoAyKTa. AHAIN3 TuTepa-
TYpPHBIX JaHHBIX [3 — 8] mOKa3bIBaeT, 4TO U3 BCEX
¢haxTopoB Hambosblilee BAUAHHWE HA IIPOIECC 030-
JIEHWS OKA3bIBAIOT TEMIIEpATypa U BPeMs 030I€HHU.
C oxHOI CTOPOHBI, HEAOCTATOYHO BBICOKAA TeMIIepa-
Typa W Majoe BpPeMs 030JIEHWd MOTYT IPUBECTH K
HeITOJTHOMY CTOpaHHIo BellecTBa [5], a ¢ apyroi —
3HAYUTEIHLHOE IIOBBIIIEHNE TEeMIIepPaTypPhbl MOKET
IIPUBECTH K PA3JIOKEHUIO BEIleCTB 30JbHOTO OCTAT-
Ka, a yBeIWYeHHNe BpeMEHH — K HeOIIPaBJAHHOMY
3aTATUBAHUI0O U TaK IPOJOKUTENIHHOTO IIpoIiecca
o3omenus. Hampumep, cormacuo pabore [3] Bpems

030JIEHUS B 3aBHCHUMOCTH OT QHAIM3UPYEMOTO IIPO-
IyKTa MOeT usMeHaTbesa oT 4 1o 18 u. Kpome Toro,
XUMHWYECKUU COCTaB IOJIydaeMOH 30JIbI TAKKe MeHd-
eTcsl B 3aBHCHMOCTH OT PEKMMA O30JIEHWS U BHUIA
uceimenyemoir mpoowl. CiemoBaTenbHO, N3MepPeHHbIe
3HAYEHUA COJEP/KAHUA 30JIbI He MOTYT OBITh IIPOCIe-
SKEHBI K DTAJI0HAM, BXOJSAIIUM B 0000IIIEHHYIO ITOBe-
POYHYI0 CXeMy, KOTopas XapaKTepusyeT COCTaB Op-
raHUYEeCKHX ¥ HEOPraHWYECKHX BEI[eCTB ¥ MaTepua-
0B [9].

I pyroit mpo6iemMoit B 00JaCTH OIpeaeeHus
30JIbI SBJISETCS HEIOIHOTA HMH(POPMALIUH O PEKUMAX
W3MEpPeHHsl, IPHUBEIEHHLIX B CTAHTAPTH3HPO-
BaHHBIX MeTonuKkax. Hampumep, 8 'OCT 10847 [10]
HA OImpejejeHrue B30JbHOCTH 3€pHA IPHUBEIEHbI
OYeHb IUPOKHE AMATIA30HBI TEMIIEPATyp OOYTJIH-
Bauusa (ot 400 mo 500 °C) u ozomenus (ot 600 1o
900 °C), a Taxmxe orcyrcTByeT HHMOPMAIIHA O IIPO-
MOJKUTEILHOCTH C/KWTAHWSA. 'Takad HEeTOYHOCTh
B YKa3aHWHU YCJIOBUH 030JIEHUS BeIeT K HeyIOBJe-
TBOPHUTEIBHONU COIIOCTABHMOCTH PE3YJIbTaTOB OIpe-
JeJIeHNsT 30JIbHOCTH 3€PHA, II0JyYaeMbIX B PA3HBIX
maboparopusax. Ilomumo sTOro, B OOJIBIIMHCTBE
CTAHJAPTOB, PETJIAMEHTHPYIOIINX OIpeaeIeHue
30JIbI, OTCYTCTBYIOT CBEIEHUsS O TOUHOCTH IMOJIydae-
MBIX Pe3yJIbTATOB H3MepeHui. MeTpooruueckue
XapPaAKTEPUCTUKKU OIMKMCAHHBIX METOMOB BKJIIOUAIOT
TOJIBKO IIPefiesl IIOBTOPSIEMOCTH (CXOIMMOCTH), B
PemIKMX Ciiydasx [OIMOJHUTENbHO yKaszaH Ipelel
BOCIIPOU3BOAUMOCTH. Y, HAKOHeIl, CpeJi CTaHIaPT-
HbIX 00pasnoB (CO) yTBep:KIeHHBIX TUIIOB OTCYTCT-
Bytor CO cocraBa MHHUIIEBBIX MMPOAYKTOB, aTTECTO-
BaHHBIE HA cojep:xanue 306l [loTpebHOCTS paspa-
6oTku ganubix CO IOCTOSTHHO BO3PACTAET B CBSA3HU C
yBeJIMUeHUeM 4YHCIA [IPUMEHIEeMbIX THIIOB JKC-
MPECCHBIX AHAIM3ATOPOB KAYECTBA IMINEBBIX IIPO-
IYKTOB, OCHOBAHHBIX HA CIIEKTPOCKOIUH B OJIMKHEH
WH(PPaKPacHOH 06acTH.

Takum obpasom, Ay 00ECIIEYEHHsT COIIOCTABH-
MOCTH Pe3yJIbTaTOB WU3MEPEHHH COMEPIKAHUS 30JIbI
IIPH aHAJIK3€e IHINEBbIX IPOAYKTOB aKTyaIbHBIM SB-
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JISeTCS CO3MaHue IePBUYHOM ped)epeHTHOH MeTOu-
KW M3MEPEHMWH, ITO3BOIAIOIIEN MOIydYaTh pPe3yabTa-
ThI U3MepeHu 6e3 ux mpocuexuBaemoctu [11].
Hacrosimmas crarhsi MHOCBSIEHA pesysibTaTaM
co3nauusa ['ocynapcTBeHHOHU TepBUYHON pedepeHt-
Hoit Meronuku wuaMepenuit (I'TIPMU) wmaccosoit
0T 30JIbI B IHUIEBBIX MPOAYKTAX M IIPOJOBOIb-
CTBEHHOM ChIPh€ B XOj€ BBINONHEHHs Pemepanib-
HBIM TOCYAAPCTBEHHBIM YHUTAPHBIM IPEAIPUATHEM
«YpanbCKuil HAYYHO-UCCIEOBATEIbCKUH WHCTHUTYT
metponorun» (PI'YII «YHUHUM») meponpusaTuii B
pamkax peanusamuu Crparerns o0ecriedeHus eauH-
crBa usmepenuii B Poccutickoit @eneparvu [12].

JKCIIEPHMEHTAIBLHAA 9aCTh

Memod usmepernuii u obopydosarue. I'TTPMA
BKJIIOYAET IIPOOOIIOJTOTOBKY, O030J€HHE HABECKH
aHAJIU3UPYEMOH TTPOOBI B YCIOBUIX, OMPEIEIIeMbIX
METOMUKOH M3MEepPeHUH, U MOoCIeayolee rpaBuMeT-
pHYecKoe u3MepeHrne MacChl MUHEPAJIbHOTO OCTaTKa
II0CJIEe 030JIEHUS.

Maccosyto mgomto 30mb1, Wy, %, B UCIBITyeMOL
Ipo6e BBIUUCISIOT 10 (hopMyJIe

W, :(ms —ml)-IOO’ @

my —my

r7e m, — Macca THIJd, T; M, — Macca THUIJA C Ha-
BECKOH T; mg — Macca TUTJIA ¢ 30JI0U II0Cie CKUTa-
HUSA HABECKH, T.

Ilnga  TepMOrpaBUMETPHYECKOTO OIpPeaeeHus
30JIbI UCIIOIB30BAM ['0Cy1apCTBEHHBIH STAIOH e/IH-
HHITBI Macchl 1-To pa3pana B AUANA30HE 3HAYEHUU
or 0,01 mo 220 r — Ne 3.1.ZZC.0001.2012 — BecnI
maboparopusie syekTporHbie LE 225 D (nuanason
usmepennii — 0,01 — 220 r, pacuriupeHHas Heolpe-
nenenHoctb BecoB U (kB =2) go 50r BrI. —
0,00014 r); 1ab0opaTOPHYO SJIEKTPOIIEYb COIIPOTHB-
merusa SNOL 8.2/1100, cuab:xeHHy0 CHCTEMON BeH-
TUJIAIUN U BO3IyX00TBOJIA (IUANa30H 3aJaHuA TEM-
neparypsl — 50 — 1100 °C, mecTabuibHOCTE TOAIEP-
skaaust — +0,9 °C, HepaBHOMEPHOCTH TI0 00BEMY —
+10 °C) u wudparpacuyo meyb InKjel M (guama-
30H ycraHoBKH Temireparypbl — 20 — 500 °C, mepas-
HOMEPHOCTH PACIIpeJie]IeHUs TeMIepaTypbl Harpe-
BareabHOro 6;aoka — 0,5 °C, HecTaOUIBHOCTH TEM-
repatypsl HarpeBaTeabHOro 610ka — +1 °C).

BcmmomorarensHoe 060pymoBaHue 471 OATOTOB-
KH Tpo0 BKIYAET pasMajbIBalolliee YCTPOHCTBO,
HOKEBYIO MEJBHUILY C OXJIKIeHHEeM pabodei Kame-
Pbl, TIOIyaBTOMATHIECKUH BUOPAITMOHHBIA CUTOBOM
[IedKep ¢ KOMIUIEKTOM CUT U JIEIUTENH IPOo6.

KauectBo momyuaemoii 307bI KOHTPOJIUPOBA-
JI1 BUBYAJIBHO U C HCIIOJIH30BAHUEM CTEPEOCKOIIH-
yeckoro mnaHkparudeckoro murpockorma (MCII-2,
BapHaHT 3).

IlomsoTy CHKMTAHUSA OPraHUYECKHUX BEIECTB
MIPOBEPSAIN C UCIOIb30BAHUEM DTAIOHHON YCTAHOB-
KH, BXOJAIIEH B cocTaB 1'0cy1apcTBEHHOTO ITepBHY-
HOTO 9TAJOHA EIHHHUI[ MAaCCOBOM OJNM, MAaCCOBOM
(MOJIAPHOM) KOHI[EHTPAIINHU BOIbI B TBEPBIX U KU~
Kux BerectBax u marepuanax ['9T 173-2017, mero-
IOM TEpPMOTPABUMETPUUECKOTO aHaausa C Mace-
cexrpomerprdeckuM aerexrupoBanuem (TT'A-MC).
CocraB 1 METPOJIOTHYECKHe XapaKTepPUCTUKN yCTa-
HOBKH MOAPOOHO omwrcanbl B padore [13].

HccnemoBanrie MpOBOAMIN B AUHAMUYIECKOM pe-
skrMe (IIPH HATPeBAHUU C TIOCTOSTHHOH CKOPOCTBIO
5 °C/mun). CocraB BBIAEIAIOIIAXCA U3 30JbHBIX OC-
TATKOB JIETYYHX MPOIYKTOB KOHTPOJHUPOBATH C IIO-
MoIbI0 Macc-merekropa B peskume MID (Multiple
Ion Detection Mode) — MoHuTOpPHHTA BHIOPAHHBIX
WOHOB — PETHCTPUPOBAIH 3aBUCUMOCTH HOHHOTO
TOKa OT TeMIEPATYyPbI A BBIOPAHHBIX MACCOBBIX
yucen. [lockombKy B pesyiabraTe CrOpaHus OpraHU-
YeCKUX BEIeCTB B OCHOBHOM BBIIENIAIOTCH YIJIEKHUC-
JIBIN Ta3 ¥ BOJA, ObLIH BHIOPAHBI COOTHOIIEHHUS /1/Z
18 u 17 a.e.M., COOTBETCTBYIOIIHE OOPA3YIOIIHMCS
B pesyibraTe (pparMeHTAlWH MOJEKyJIaM BOMAbI, U
44 a.e.M., COOTBETCTBYIOIIHE MOJIEKYIaM YIJIEKUCIO-
ro rasa.

MaccoByro 0710 BOJBI B HCCIEyEMbIX IMPOIYK-
TaxX OIpeNeNsId C WCIOIb30BAHUEM STATOHHOMN
YCTAHOBKYM BO3IYIIHO-TEIJIOBOM CYIIKH W3 COCTaBa
locymapcTBeHHOTO TEPBUYHOTO STAIOHA EIUHUIL
MacCCOBOH J0JU U MAacCCOBOH (MOJIAPHOM) KOHI[EHTPA-
IIU¥ BOJbI B TBEP/BIX U KUAKUX BEI[ECTBAX U MaTe-
puanax ['OT 173-2017.

O6cy:xaenue pe3yabTaTOB

Buvibop memnepamypsvl U 6pemerl 0304eHUA.
Il ycTaHOBJIEHUs TeMIepaTypbl U BPEeMEHHU 030-
JIEHWsSI PYKOBOJCTBOBAIUCEH CIEAYIONIUMHU KpPHUTE-
pusaMu:

OTHOPOJHOCTH TIOJYYEHHOH 30JIbI, JOCTH;KEHIE
0esi0-ceporo I(BeTa, OTCYTCTBHME HECTOPEBIIUX dac-
Tull (BU3yaIbHBIH KOHTPOJI);

OCTH;KEeHHEe TIOCTOTHHOM MAacChl 030JIEHHOTO OC-
TaTka (B3BellIUBaHUE);

MUHHUMAJIbHBIA pa3bpoc pes3yibTaTOB H3Mepe-
HHUH MAaCCOBOM TOJIH 30JIbI (CpaBHEHUE CPeIHEeKBal-
paTHIECKOTO OTKIOHEHHA);

MIOJIHOTA CIKUTAHWUA OPTaHWYECKUX BeIleCTB
(aHanmu3 BBIIEIAIONINXCA IIPH 030JIEHUH BEII[ECTB).

[anee paccMOTpeH NIpUMeEpP OIpPEeNeIeHUA TeM-
mepaTypbl ¥ BPeMeHH O30JIeHHUs AJIA MpPod CyXOTo
MOJIOKA.

Ha puc. 1 npusenens: dororpadviu TUTIIEH C 30-
JIO¥, TIOJIyYeHHOU MIPU CXKUTAHUU P00 CyXOT0 MOJIO-
Ka B TeYeHue 5 4 IpHU pasIndHbIX TeMIIepaTypax.

W3 puc. 1 BumHO, 4TO OCTATKH, ITOIYIYEHHBIE TIPU
HAaTrpeBaHWUU HA BO3AyXe B TEUEHHe OMHOTO U TOTO
JKe BpeMeHH, HO IIPH PasHbIX TeMIepaTypax, Cylie-
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Puc. 1. ororpaduu Turieii ¢ 30108 CyX0ro MOJIOKA, IIOIyYEHHOH 0C/Ie CXKUTAHUA B TE€UEHHE 5 U IPU Pa3IHIHbIX TEMIIEPATY-

pax, °C: 200 (a); 450 (6); 550 (8); 600 (2); 800 (9)

CTBEHHO OTJIMYAIOTCA MEKIY CO00H 1m0 MOpdrOsIoTH-
YeCKMM TMpU3HAKaM. [Ipy 0307eHWM TIpM HU3KOU
remmeparype (200 °C) mosayuaemsblii OCTaTOK IIpe[-
cTaBjsgeT COOOM CIEeKINHicd KOMOK YepHOTO I[Bera
(em. puc. 1, a), 9TO CBHUAETEIBCTBYET O HEIIOJHOM
CropaHuy opranudeckux BeiecTs. Ilocme cixuranms
npu 450 °C moxy4aemMbIil 0OCTATOK — PBIXJIbIH, UMe-
€T TEeMHO-CEePBIN IBET U BU3YAIHHO KAIKETCS OJHO-
pomubmM (cMm. puc. 1, 6). OgHaKo npu W3yYEeHUH IIO-
JIyYeHHOTO OCTaTKAa C IIOMOIIbI0 MHKPOCKOIA
MCII-2 npu 80-kpaTHOM yBeawdeHHHU (CBET HCKYC-
CTBEHHBIH, OTPAKEHHBIN) OBIIO YCTAHOBIEHO HAJIH-
Yre B Macce OCTaTKa MHOKECTBa 00YTJIEHHBIX U TI0JI-
HOCTBIO HE CTOPEBIINX 4acTHI] (puc. 2, a). S0IbHbIH
OCTATOK, MOJIYYeHHbIH IPHU 030J€HUH 00pas3IioB Ipu
550 °C, uMeeT PBIXIIYIO CTPYKTYPY U CBETJIIO-CEPBIH
uBetr (cMm. puc. 1, 6). Ilpu u3yueHHH NOIYyIEHHOTO
ocrarka ¢ moMoibio Mmukpockona MCII-2 mpu rta-
KOM jKe YBEJIMYeHHUU B Macce OCTAaTKa HEeCTOPEBIINX
yacTuil 00Hapy:xKeHo He 65110 (puc. 2, 6).

B mpouecce ozomenus mpu 600 °C (cum. puc. 1, 2)
HAa IIOBEPXHOCTH IPOoObI HAOIIOZAeTCs oO6pasoBaHue
TBEP0H KOPOYKHU OesIoro 11BeTa, mMoj KOTOPOI Haxo-
IUTCA BEIeCTBO YEpPHOTo IiBera. Takada KapTuHa
CBUOETEeJIBCTBYET O TOM, YTO Ha IIOBEPXHOCTHU l'IpO6I:I
0o0pas3oBajici OKCHUIHBIM CJIOH, KOTOPBIA IIPemsT-

Puc. 2. Pororpacduu B mosne spenus murpockoma MCII-2
(X80, cBeT MCKyCCTBEHHBIH, OTPAYKEHHBIN) TUTJIEH C 30JI0U
CyXOT0 MOJIOKA, IIOJIyYeHHOU I10C/ie CKUTaHUd B TeueHue 5 4
IIp¥ pasIUYHbBIX TeMmreparypax, °C: 450 (a), 550 (6)
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Puc. 3. Tunuyubie TepMOrpaMMbl, 3aPeruCTPUPOBAHHBIE B JTUHAMUYECKOM pesruMe (Co CKopocThio Harpesa 5 °C/MuH), u TemIie-
parypHbIe 3aBUCHMOCTH HOHHOTO TOKA i m/z = 44 a.e.M., 3aperucrpupoBanubie B peskrme MID, 06pasijoB 306l CyXOro MOJIO-
Ka, IIOJIy9eHHOH II0CIe CKUTaHUs IIPY Pa3IUIHbIX TEMIIepaTypax B TedeHue 5 4

CTByeT IIPOHMKHOBEHHUIO KHCIOPOAA BIIyOb MPOOHI,
YTO0 00yC/IaBINBAET HEIOJHOE CropaHue OpraHude-
CKMX BEII[eCTB, 4 TAKKe PasyioKeHne KapOOHATOB U
FEAPOKAPOOHATOB, YTO IPHUBOAUT K 3aBBIIIEHHBIM
pesyabTaTaM u3MePeHHH MacCOBOM JOIU 30JIbI.

IIpu panbHeiiiiieM MOBBINIEHUH TEMIIEPATYPbI
MPOJOIAKAETCA IIPOIECC PA3JIOMKEHUA HeopraHude-
CKMX BeIIeCTB, COMPOBOMKIAOIIUNCA 06pa3oBaHueM
okcumoB. [ToaTOMYy OCTATOK, IOJIyYeHHBIN HIPHU CHKH-
ragun obpasmoB mpu 800 °C (cm. pme. 1, d), mpexn-
cTaBisgeT coboi TBepaoe 0elroe BEeIecTso.

Jna moaTBep:KIeHUA WIN ONPOBEPIKEHHUA pe-
3yJILTATOB BU3YAIBLHOTO KOHTPOJA IIOJHOTY CIKH-
raHus OPraHMYeCKUX BeIleCcTB B 30JIbBHBIX OCTaT-
KaxX, MOJIy4YeHHBIX paHee IPH PAsHBIX TEMIIepary-

pax, IpoBepPATIU C MOMOIIBIO STATOHHONW YCTAHOBKU
TT'A-MC.

B kauecrBe nprmMepa Ha puc. 3 IpPHUBEIEHbI TH-
IIMYHbIE TepMorpaMMbl H 3aBHUCHMOCTH HWOHHOTO
TOKa s m/z = 44 a.e.M., IOJyYeHHbIe IIPU aHAJIH-
3e 00pasIoB 30JIbI CyXOT0 MOJIOKA (IIOCiIe CHKUTAHUS
[IPH Pa3INYHBIX TEMIEPATYpPax B TedeHue 5 4).

W3 puc. 3 BugHO, 9TO0 HAUOONBINIEE W3MEHEHIE
MacChl ¥ BBIIEJIEHNE YIVIEKHUCIOT0 Ta3a HaOM0IaT-
sl 171 30JIbHBIX OCTATKOB, ITOJLyYeHHbBIX IIPU CIKUTA-
uuu 1pob mpu 600 u 650 °C. Ilpu sToMm BhIzeneHue
YIJIEKUCIIOTO Tasa IMPOUCXOIUT TPHHKABI (MaKCHUMY-
MBI Ha KPUBOH HOHHOTO TOKA) — IIPH TeMIIepary-
pax, 6muskux & 520, 610 u 705 °C (ua puc. 3 obo3Ha-
YeHbI IIyHKTUPHOM JIUHUEH).

Takaa kapTHHA XOPOIIIO COTJIACYETCA C Pe3yJib-
TaTamu, MOJyJYeHHbIMU paHee (cM. puc. 1, 2), ¥ CBU-
NETEJIBLCTBYET O TOM, YTO IPU TEMIIEPATYypPaX BBIIIE
600 °C okcugHas IUIeHKa, 00pasyroliascs Ha II0-
BEPXHOCTH 030JI5T€MOM MPOOKI, MPEIATCTBYET ITOIHO-
My CTOpPaHHI0 OPTAHUYECKHX BEIeCTB B Hei. B pe-

3yJbTaTe 3TOTO TPHU CKUTAHUU B TUHAMHUIECKOM
peskmMe 30JIBHOTO OCTATKA, IIOJIYyYEeHHOTO IPH yKa-
3aHHBIX YCJIOBHUAX, IPH Temmeparype okoso 520 °C
TIPOUCXOMUT BbIJI€JI€HHE YIJIEKUCIOTO rasa, 00yCcaoB-
JIEHHOe OKHCJIEHHUEM OCTABIIHXCA B 30JIbHOM OCTAT-
Ke OpPTaHWYECKUX BEIEeCTB.

Brigenenue yriekucioro rasa IpH TeMIepaTy-
pe, Omuskoit k 520 °C, Takike MPOUCXOAWT U IIPHU
CKUTAaHWH B AWHAMWUYECKOM DPeXMMe 30JIBHOTO OC-
TaTka, mouydenHoro npu 450 °C B Teuenue 5 4, 94To0
CBHUIETEILCTBYET O HEIIOJHOM CTOPAaHUM OpTaHUYe-
CKUX BEII[eCTB B Mpobe IPH JAHHBIX YCIOBHUAX.

OrcyTcTBHE yKa3aHHBIX IIUKOB IPHU CIKUTAHUU
ocrarkoB, noaydenHnbix npu 550 u 800 °C, cBuue-
TEJILCTBYET 00 OTCYTCTBHU OPraHHYECKHX KOMIIO-
HEHTOB B HUX.

W3 puc. 3 Takxe BHUIHO, UTO IIPU HATPEeBAHUH
BCEX 30JIbHBIX OCTATKOB, ITOJIyYEHHBIX IIPHU CiKHIa-
Hum 1po0 mpu Temmeparypax 450, 550, 600 u
650 °C, B nMHAMHYECKOM peiKuMe HAOI0aeTcs BhI-
JejeHne YIJIEKHCIOr0 Tasa IpH TeMIlepaTypax,
6auskux K 610 °C. OgHAaKo B COOTBETCTBHH CO 3HA-
YEeHUAMH HOHHOTO TOKa i m/z = 17 u 18 a.e.m.
BBIJIeJIEHNE YTJIEKUCIIOTO Tas3a B JAHHOM CIydae He
COITPOBOKIAETCS BBIIEIEHUEM BOABLI. OTO CBHUIE-
TEIbCTBYET O TOM, YTO JAHHBIN IIPOIECC HE CBA3AH
CO CTOpaHMeM OPraHWYECKUX KOMITOHEHTOR IIPO0BI, a
BBIJIeJIEHNE YTJIEKHUCIOro Tasa, CKopee Bcero, o0y-
CIIOBJIEHO IIPOIlECCaMu, MPOTEKAMIIUMHA B Heopra-
HUYECKOM YACTH OCTATKA, HAIPUMED, C PA3JI0KEHH-
eM TepMOHecTabMIBHBIX COJIEH, TAKUX KaK KapOoHa-
TBI, 0 OKCHIOB [14].

Brigenenue yriexmcnoro rasa Takie HaOIO-
JaeTcda IIpu HarpeBaHUW 30JIbHBIX OCTaTKOB, IIO-
JIyJeHHBIX Tpu cikuranuu mpob mpu 600 u 650 °C,
B IWHAMHYECKOM PEKHMMe [0 TeMIIeparyp, OJIM3KuX
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Puc. 4. Tunuunble TepMOrpaMMbl, 3aPETUCTPUPOBAHHEIE B AMHAMUYIECKOM pesxiMe (co cKkopocThio Harpesa 5 °C/MuH), u TeMIie-
paTypHbIe 3aBUCHMOCTH HOHHOTO TOKa 1A m/z = 44 a.e.M., 3aperucrpupoBanssie B peskume MID, 06pasiioB 306l CyX0ro MOJIO-
Ka, TIOJIy9eHHOH mmyTeM cixuranus npu temueparype 550 °C B TedeHne pasHOro BpeMeHH

K 705°C (cm. puc. 3). Iro siBjIeHHe O00YCIOBIEHO
IIPOIfeCCaMH, MPOTEKAIIINMH B HEOPTraHUYEeCKOH
YaCcTH OCTATKOB, M, BEPOSATHO, CBI3AHO C OJHOBPE-
MEHHBbIM HaJIN4YHEeM B HUX HEOPTraHU4YECKHUX coley u
OKCHZIOB. Y CTAHOBJI€HWE KOHKDPETHBIX IIPOIIECCOB,
MPOTEKAINX B HEOPTAHUYECKOH YaCTH OCTATKOB, U
MPUYHNH, UX BHI3BIBAIOIINX, HE BXOJUJIO B 33/1a4y Ha-
CTOSIIIETO UCCIIETOBAHMUS.

Ha ocHoBanuu mojyueHHBIX Pe3yJIbTaTOB B Ka-
YeCcTBe TeMIIEPATYPHI 030JI€HUS AJIA IP00 CyX0Tro MO-
JIoKa ObLIa BhiOpana Temmeparypa 550 °C.

Ilocne BrIOOpa TeMmepaTyphl OBLIH IIPOBEIEHBI
SKCITEPUMEHTBI II0 BAPbHUPOBAHUIO BPEMEHU 030JIe-
HuA. B KauecTBe mpuMepa Ha puc. 4 IpeCTaBIeHbI
TEPMOTPaMMbI 30JIBHOTO OCTATKA CYXOT0 MOJIOKA, I10-
JIy9eHHOTO IIyTeM C:KUTAHUSA MPOObI IPU TEMIIEPATY-
pe 550 °C B TeueHue pPasHOrO BPEMEHH.

Kak Bugmo us puc. 4, HauboIbIIad IOTEPS Mac-
Chl U BBIIEJIEHWE YIIIEKUCIIOTO Tasa HAOMI0IAI0TCS
MIPY HATPEBAHUHU 30JIHOTO OCTATKA, MOIYyYEHHOTO
MIPU CXKUTAHUHU TPOoOBI cyxoro mosoka mpu 550 °C B
TeyeHre OHOTO yaca. IIpu sToM BbIfejIeHue yrie-
KHCJIOTO Tra3a MPOUCXOUT B AUATIA30HE TEMIIEPATYP
ot 250 1o 550 °C u cBs3aHO €O crOpaHreM OpraHude-
CKHUX KOMIIOHEHTOB HpO6BI, YTO CBHOETE/IbCTBYET O
ee HeIOTHOM 030JIeHuH. BTopoi MakcuMyM BbIgese-
HUS YTJIEKHUCIOTO rasa HabaomaeTcs Mpyu TeMiepa-
Type, 6auskoit k 610 °C. Kak yixe ObL10 mMOKasaHo
BBIIIIE, 3TO HE CBSI3aHO CO CTOPAHWEM OPTaHUYECKUX
KOMIIOHEHTOB IIPOOBI, & 00yCIOBIEHO IIPOIECCaMH,
MPOTEKAOIMMH B HEOPTAaHUYIECKOH YACTH OCTATKA.

IIpu marpeBaHWu 30JBHOTO OCTATKA, IMOJydYEH-
HOTO TIpW CXHUTAHUM TPO6 CyXOro MOJIOKA TIIpH
550 °C B TeueHme OByX W TpPeX YacOB, BBIAEICHUE
YIJIEKUCIIOTO Ta3a MPOUCXOAUT ABAMKABI. IlepBhIit

pas — mpu Temmneparypax, omuskux kK 520 °C, uro
CBSI3aHO CO CTOPAHUEM OPTAaHUYECKUX KOMIIOHEHTOB
npo6s1. Kak BumHO U3 puic. 4, 9TH MUKU CyIIECTBEH-
HO MEHBbIIIe aHAJIOTHYHOTO ITHNKA HAa RpHBOﬁ HOHHOTO
TOKA, TOJYYEHHOHW AJI HpOoOBI, 030J1eMON B Tede-
HUe OJHOTO Yaca. JTO CBUIETEILCTBYeT 00 yMeHb-
[IEHUH JI0JIU OPTAaHUIECKUX KOMIIOHEHTOB B Ipobax,
030JII€MBIX B T€YEHHE IBYX U TPEX YacOB, IO CPaB-
HEHHUIO ¢ Tpo0O#, 030/I9eMON B TeYeHWEe OJHOTO
qaca. B TO K€ BpeMd Ha/Induhe NaHHBbIX ITHKOB Ha
KPHUBBIX MOHHOTO TOKA CBUAETEIHCTBYET O TOM, 4YTO
IIOJIHOTO 030JIEHUS MPOOLI HU B T€YEHHE JBYX, HH B
TedeHHe TPeX 4acoB He IIPOUCXOJIUT.

Bropoi#t MakcuMyMm BBIIETEHHA YTIEKHUCIOTO
rasa, KaK M B Cily4ae C IPo0OH, 03011eMOI B Teue-
HUe OJHOTO yaca, HabIomaercda mpu TeMIeparype,
6mmskoit k 610 °C, u 00ycIoBI€H MMPOIleccaMu, Ipo-
TEKAOIIUMHI B HEOPTAaHUYECKOH YaCTU OCTATKA.

Takoii BuJ KpUBBIX MOHHOTO TOKA XOPOIIO CO-
ryIacyeTcs ¢ BHIOM aHAJIOTHYHBIX KPHUBBIX, HOJIYIEH-
HBIX IS TPo0, 030J9eMbIX B TeueHue 5 4, HO IpHu
MEHBIIINX TeMIeparypax, HalpuMep Mpu TeMmIiepa-
type 450 °C (cm. puc. 3).

B 7o e BpeMs u3 puc. 4 BUIHO, YTO IPU HATpe-
BaHHUU 30JIbHOTO OCTATKA, IOJYYEHHOTO IIPH 030JIe-
HHUU CyXOTO MOJIOKA B TE€UEHUE D U IIPU TeMIepaType
550 °C, BbIge/eHus YIJIEKHUCIOTO rasa, CBI3aHHOTO
CO CIKUTAHWEM OPTaHUYECKUX KOMIIOHEHTOB, He IPO-
HUCXOUT (OTCyTCTBYET ITUK HA KPUBOU HOHHOTO TOKA
B Jauamasone temmeparyp, 6auskux K 520 °C), urto
MOJKET CBUETEIbCTBOBATH 00 OTCYTCTBHH OpPTraHU-
YeCKUX KOMIIOHEHTOB B 30JbHOM OCTaTKe, T.e. O TOJI-
HOM 3aBepIIEeHUH [IPOoIlecca 030J€HNUS B TedeHue 5 1
npu temmeparype 550 °C.
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Puc. 5. 3aBUCHMOCTh OTHOCHTENBHOTO CPeIHEKBaApaTHde-
cxoro orknonenus (OCKO) pesynbraToB m3MepeHus Macco-
BOW JIOJIH 30JIbI OT MACChl HABECKHU /IS TIPOG CyXOr0 MOJIOKA

Buibop maccol u spemenu oxaancdenus. Kpure-
pueM BBIOOpa MacChl HABECKH SBISIOCH JIOCTHIKE-
HHe MHUHHMAJIbHOTO pasbpoca (cpemHeKBampaTHue-
CKOT0 OTKJIOHEHHS) Pe3yIbTaTOB U3MEPEHUH Macco-
BOHM JOJIH 30JIbl. Pe3ybTaThl BAPbUPOBAHUSI MACChHI
HaBECKH IIPEJICTABJIEHBI HA PHUC. 5, BRIOpAHHOE 3HA-
YeHHe MacChl HABECKH IPHU O030JE€HUHU P00 CyXOTOo
MOJIOKA COCTaBJIAET 2 T.

llns  1momydyeHHs [OOCTOBEPHBIX pe3yJIbTATOB
B3BEIIUBAHUA HEOOXOIUMO OCTYAWTb THUTEIb C 30-
JION B DKCHKATOpPE C OCYIIAIOI[AM BEIECTBOM [0
KOMHATHOH TeMIIepaTypbl. OKCIIEPUMEHTAIBLHO BbI-
OpaHHOe BpeMs OXJIAMKIeHuA cocTaBuIo 90 MuH.

Oyenrxa norxasameneii mownocmu I'IIPMH.
Ouenky noxkasarens mpasuiabHocTu ['TIPMU mpo-
BOJY IIyTEM ITOCTPOEHHUS ITOJIHOTO OIOKeTa COCTAB-
JISIOIIUX TOoTrpemrHocTy (Heompemenennoctu) [15].
HcrounukamMu TOTpPENIHOCTH (HEOIpeaeleHHOCTH),
HEIOCPEACTBEHHO BXOAAIIMMHU B ypaBHEHHE H3Me-
penutii (1), ABIAOTCA HEOIIPEIeIeHHOCTh B3BEIlINBa-
HUS MaCChI TUTJIS — 71, MACCHI TUTJIS C HABECKOM —
Mgy, MACCHI TUIJIA C 30JI0H — M.

JpyruMu HCTOYHUKAMH HEOIIPeIeeHHOCTH, KO-
TOpbIe HE BXOAAT B YPABHEHHE M3MEPEHUH, HO OKa-
3BIBAIOT BIWSHHE Ha Pe3yJbTAT MU3MEPEHHIH Macco-
BOM [T0JTH 30J1bI (MeTomMYecKre (PaKTOPbI), ABIITIOT-
csi Macca HaBeCKH m, TeMmIiieparypa OOyIIHBaHU
T s, BpeMs 00yIIMBAHUS £ 5, TEMIIEPATYPA 030IE€HUL
T.,, Bpems o30sieHus £,,, Bpemsd oxmnaxmgenus t. Cme-
H[eHUe, CBA3aHHOE C METOIUIECKUMH ITapaMeTpaMH,
OIIEHWBAJIM IIyTE€M IIPOBEAEHUS MHOTIO(AKTOPHOTO
sKcmepumenTa [16], pesyabrarsl KoToporo obpaba-
THIBAJIM C IIOMOIIBI0 PErPEeCCHOHHOr0 aHaju3a (ma-
ket ananusa Microsoft Excel).

IloxasaTenu moBTOpsiEMOCTH W BHyTpuiaabopa-
TOPHOH IIPEIU3NOHHOCTU OIIEHWBATIHN B COOTBETCT-
BUHU C aJITOPUTMOM, IIPEJCTABIEHHLIM B paszmeie 5
PMI' 61 [17].

JlOTIOTHUTENBFHO BBIENAIN TAKKE COCTABIIA-
IOIl[Fie TIOTPEIIHOCTH, CBSI3aHHBIE C HEOTHOPO-
HOCTBIO TIPOOBI M BIWSHHEM OIIEPATOpa, KOTOpPbHIE
OIIEHWBAJIM METOAOM OXHO(AKTOPHOTO IHUCIIEPCHOH-
voro anannda ANOVA B COOTBETCTBHH C aJrOPHUT-
MOM, TIpe/iCTaBIeHHBIM B cTaugapTe [18].

Tunuumble 3HAYEHUA BKIaA PA3TUYHBIX HCTOY-
HUKOB B CyMMapHYyI0 HeOIIpeleJIeHHOCTb pe3yibTa-
TOB U3MEPEHUN MacCOBOM J0IU 30JIbI ITPEeICTaBIEHbI
Ha puc. 6 Ha TpuMepe MPoObI 3epHA MIIeHUIIHI.

TouHOCTh PE3YABTATOB IOBBINIAETCA 34 CYET
CHIJKEHUA HEOIIPeJIeICHHOCTH W3MEpPeHUT Macchl
30JIbI IIyTEM KCIIONIH30BAHHUSI BECOB C JUAIA30HOM
usmepenuii ot 0,01 mo 220 r, mpomenmux mIpexBa-
PUTETBHYI0 KaauOpPOBKY, BEIOOpa IapaMeTpoB U3Me-
peHus (TeMIepaTypbl U MPOJOIKATEIBHOCTH 00YT-
JIMBAHUA U 030JI€HUA, MACChl HABECKU, BPEMEHHU OX-
JMQKIEHNA), a TAKKe TIIATeIbHOH TOMOTEHU3AIINH
poOBI U TPOBEIEHUA OOIBIITOTO KOJIUIECTBA Iapal-
JIeJIbHBIX U3MEPEeHUH.

Ta6auma 1. J[uanasonsl u3MepeHu, 3HAYCHHUS IOKa3areied TouHocTy paspadoranuoi I'TIPMU

Juamazon

I'panure: abcomoTHOM HOTperI- Pacmupennaa vHeonpene-

g eI osepitennion semoers i o
3epHO 3ePHOBBIX U 36PHOO0G0BBIX Ot 0,1 10 10,0 BEKI. +0,02 0,02
KYMBETYP, 3€PHOTPOMYKTEL Cs. 1,0 1o 10,0 BxoL. +0,03 0,03
Kpaxman Or 0,05 1o 1,0 BKI. +0,02 0,02
Cs. 1,0 mo 1,5 BxI. +0,03 0,03
Caxap Ot 0,003 o0 0,1 BEJI. +0,003 0,003
Momno4HbIle IPOAYKTHI, B TOM YHCTIE I Or 0,1 mo 10 B, +0,03 0,03
IETCKOTO TUTAHUS
Huskonakrosubie, 6e3/1akTO3HbIE ITPOAYK- Ot 0,1 1o 10 BEIL. +0,05 0,05
ThI, B TOM YHCJIE JIJISI IETCKOTO TUTAHUS
Kombukopma 1 KOpMOBbIe Or 0,1 mo 1,0 B +0,02 0,02
KOMIIOHEHTEL Cs. 1,0 1o 10 BRI +0,03 0,03
Cs. 10 mo 20 BEI. +0,1 0,1
Cs. 20 mo 40 BEI. +0,3 0,3
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Metpomoruueckne xaparrepucturu ['TIPMU
MacCOBOM JIOJIM 30JIbI B ITHUIIEBBIX MPOAYKTAX U IIPO-
IIOBOJILCTBEHHOM ChIPbE IIPE/ICTaBIeHBI B Ta0. 1.

Ananus [meHCTBYIOIUX HOPMATHUBHO-TEXHHYE-
CKHX JOKYMEHTOB B 00JIaCTH H3MEPEeHHH Ccojep:ka-
HHUSA 3076l TOKasan (tabi. 2), uyro paspaboTaHHAas
T'TIPMHU o6namaer 3amacoM TOYHOCTH IIO0 OTHOIIIE-
HUIO K CTAHJAPTU30BAHHBIM METOAHUKAM U3MEpPEeHUH
B CpeJHEM B cooTHoOIeHuu oT 1:2 mo 1:3.

Paspa6orannas I'TIPMU comep:xuT 10KyMEHTH-
POBAHHYIO MIPOIEAYPY KOHTPOJSI TOUHOCTH pPe3yib-
TATOB M3MEPEHUH (BCEX COCTABIAIOIIUX HeoIpere-
JIEHHOCTH WJIU ITOTPENTHOCTH).

I'TIPMU npennasHadeHa i IPOBENEHUSI BbI-
COKOTOYHBIX H3MEpPEeHHH MacCOBOM MJOIH 30JbI,
OIIEHKH IIPABHILHOCTH H3MEPEHUH, BBHIMOJHEHHBIX C
KCIOJNb30BAHUEM APYTUX METOAUK (METOIOB) M3Me-
PeHHI, B TOM YKCIIe IPUMEHSIEMbIX IIPHU IIOATBEP-
SKIEHWH COOTBETCTBHS IPOAYKIIUU 00S3aTeIbHBIM
TpeOOBaHUAM, KOTOPbIE YCTAHOBJIEHBI B TEeXHHYE-
cKux peryiamenTax Tamo:xeHHOro corosa u Espasuii-
CKOT0 9KOHOMMYECKOTO COI03a, KAJTMOPOBKH CPEICTB
W3MEPEeHUH ¥ OIpPeIe]eHUs XapaKTEePUCTHUK CTaH-
IAapTHBIX 00PA3II0B.

Pesyavmamur mescdynapodrnvlx cauderuti. JKC-
TIEpUMEHTATBHOE TIOATBEPIKIEHNE SKBUBAIEHTHO-
crtu paspab6orannoit I'TIPMW asamorudubIM MeTO-
nukaMm (MeTozaM) U3MepeHHH, UCII0Ib3yeMbIM B Me-
SKIYHAPOIHOM IIPAKTHKE, IPOBEEHO B X0/ YIaACTHUA
OI'YII «YHUUM» B 2018 1. B payHnme Mexmabopa-
TOPHBIX CIAUYUTEIBHBIX WCIBITAHUH II0 OIpejese-
HHIO MacCOBOM 10JiH 30716l B cyxoM Moioke (Profici-
ency Testing Study type B EPQS 738 Milk Pow-
der), oprammsoBanabix MUVA Kempten GmbH
(T'epmanus). B payune npunsina yuacrue 41 mabopa-
Topust u3 14 crpan. J[1s usmepeHus MaccoBo# 0Iu
30JIbI B CYyXOM MOJIOKE JIab0pPaTOPUH-YIACTHUKH HC-
TIOTb30BAIA METO][ CKUTAHUSI B My(eIbHOH IIeYH,
CIIEKTPOCKOIHIO B GIMKHEN HH(PaKPaCHOH 061acTH

Bpewms oxnaskneHus

Bpemsa osonenus
Temmneparypa o3oneHus
Bpemsa o6yriauBanus
Temneparypa o0yriauBaHHA
Macca HaBecku
Bnaxuocts

BspemnBanue 3

||
BssemmBanue 1
HpeHH[ﬂ/IOHHOCTb
10 20 30 40 50
Brnag ucroyHWKAa B CyMMAapHYyIO

HeonpeaeIeHHHOCTb, %

Bspemmsanue 2

o+

Puc. 6. Tunuunble 3HAYEHUs BKIAAA OT PA3IMIHBIX HCTOY-
HHUKOB B CyMMAapHYI0 HEOIPEIeNIeHHOCTh (IIOTPEeITHOCTh) pe-
3yJIbTATOB M3MEPEHUN MACCOBOH IIOJIM 30JbI (IITPUXOBBIMU
JUHUAME 0003HAYEH BKJIAJ, CBA3AHHBIN C HEOJHOPOIHOCTHIO
POOBI U BIUAHUEM OIIePaTopa)

u TT'A-amanusaropsl. Ha puc. 7 npencraBieHs pe-
3yJBTATHI ONPEETIeHUs COMEPIKAHNUI 30JIbI B 06pas-
1[aX CyXOTO MOJIOKA.

OI'YII «YHUUM» npomeMOHCTPUPOBAT YIOB-
JIETBOPHUTEIBHBIN Pe3yJabTar 1o ABYM obpasiam cy-
XOT0 MOJIOKA, YTO CBHIETEILCTBYEeT 00 SKBUBAJIEHT-
HocTu paspaboramuoit ['TIPMU anamorudubIiM Me-
ToguKaM (MeToZaM) HHOCTPAHHBIX TOCYIAPCTB.

Paspabomra cmardapmnozo obpasya. B 2018 —
2019 rr. ®IVII «YHUHUM>» paspaboran Habop cTaH-
IapTHBIX 06pasioB cocraBa kKombukopmos (KK-1 CO
YHUHM) I'CO 11268-2019/T'CO 11270-2019.

Marepuan CO mpexpcrasiser co00i KOMOHMKOPM
B PaCCHITHOM, TPAHYJIUPOBAHHOM (hopMe HIIU B BUIE
Kpynku (Ttabm. 3), pacdacoBaHHBIH B ABOMHBIE Tep-
MEeTHYHbIE TIOUITUIEHOBBIE WIN METALTU3UPOBAH-
unle makersl; Mmacca CO cocrasiser ot 30 7o 100 r B
3aBHCHUMOCTH OT TPeOOBaHUI 3aKa34nKa.

B xauecTBe AaTTECTOBAHHOM XapaKTEPUCTUKH,
KOJIMYEeCTBEeHHO XapaKTepHuayIolllel cojep:kaHue

Ta6auma 2. IToxaszarenu TOYHOCTH METOAMK, IpUMeHsAeMbIX B Poccuiickoir @enepanyu

Jlnanazon nsmMepeHui

CTaHZ[apTI/ISOBaHHaﬂ MeTOguKa

ITokazarenu TouHOCTH

Obpazer; MAacCCOBOH J0JIH 30J1bI, % usmepenuu (I'OCT) I'OCT, £A, %
3epHO 3epHOBBIX U 3epH060060- Ot 0,1 1o 10 BxI. T"OCT ISO 2171-2016 0,05 - 0,06
BBIX KyJIBTYD, 36 PHOIIPOAYKTHI TOCT P 51411-99 0,02-0,2
T'OCT 10847-74 0,07
I'OCT 26312.5-84 0,04
I'OCT 27494-2016 0,04 - 0,05
Kpaxman Ot 0,05 mo 1,5 BEI. T'OCT P 55800-2013 0,06
Caxap Ot 0,003 mo 0,1 BRI I'OCT 12574-2016 0,005
Kombukopma u KOpMOBbIE Or 0,1 mo 40,0 BEI. T'OCT 26226-95 0,05-1,6
HOMIOHEHTE I'OCT 32933-2014 0,1-0,6
I'OCT 32041-2012 0,2-1,8
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Labor Code / Laboratory code
Puc. 7. Pesynwrarse! payana EPQS 738 Milk Powder (komosbrit Homep OPTVII «YHUUM» — 11): @ — obpaser 1; 6 — obpaser 2

3071, B CO cocraBa KOMOMKOPMOB HPHUHSTA MacCCO-
Bas [OJIs1 CHIPOM 30JIbI B IiepecdeTe Ha a0COIIOTHO
cyxoe BeliecTBo. Mcnonap3oBaHWEe B 3TOM CiIydae
TEPMHHA «ChIpasd 30J1a» CBA3AHO C T€M, YTO B OCTAT-
Ke, MOJIyYeHHOM IPH CKHUTAHUU P06 KOMOHKOP-

Ta6mauua 3. Marepuan 'CO 11268-2019/T'CO 11270-2019

MOB B My(eJbHOH IIeYd, IOMUMO HEOPTaHUIECKUX
BEII[ECTB CAMHUX KOPMOB, MOTYT COEPIKATHCI MUHEe-
pasibHBIE KOMIIOHEHTHI (II0YBa, MECOK U JIp.), paHee
BXOJIMBIIIE B COCTAB KAaK ITIOCTOPOHHHE IIpUMe-
cu [19]. Merpomoruueckue xapakrepucturu ['CO

Hupexc CO Marepuan CO HJI sa marepuan CO
KK-1-1 Komburopm ais1 cenbCko- T'OCT P 51851-2001, I'OCT P 51899-2009, I'OCT 18221-2018
XO3SMCTBEHHOM IITHITHI
KK-1-2 Komb6ukopm 151 cBUHEH T'OCT P 51899-2009, 'OCT P 52255-2004,
I'OCT 34109-2017, 'OCT P 51550-2000
KK-1-3 KoMm6ukop™ 11 KPYITHOTO POTaToro CKOTa T'OCT P 51899-2009, 'OCT P 52254-2004, 'OCT 9268-2015

Ta6mauma 4. Merponoruueckue xapakrepucruku ['CO 11268-2019/T'CO 11270-2019

Atrecryemas XxapaKTepUCTHKA

WurepBan nomyckaeMbIx
arrecroBanubix 3Hauenuit CO, %

I'panuie! qomyckaeMbIx 3HAYEHUH a6COMIOTHON
MIOTPEIIHOCTH aTTECTOBAHHOTO 3HAYeHUs (IIpu

P =0,95), %
MaccoBas mons BiIaru 7,0 - 18,0 +0,2
Maccosas momns asora * 1,60 — 4,80 +0,05
MaccoBas 10715 CBIPOro mporenHa’"™ 10,0 - 30,0 +0,3
MaccoBas 10715 CbIPOTO KHUpa” 1,0-10,0 +0,2
MaccoBas 107151 CBIPOH 30JIBI° 1,0-10,0 +0,05
10,0-20,0 +0,1

* 3HaueHHs yKa3aHbI B IlepecdeTe Ha a0COTI0OTHO CyX0€e BeIecTBO.
** Koap(purimeHT mepecuera MacCcoOBOH IOJIA a30Ta B MACCOBYIO JIOJII0 CHIPOTO IIPOTEMHA cocTasJsier 6,25.
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11268-2019/'CO 11270-2019 mnpexcraBieHbI B
Tabi. 4.

[IpocnexuBaeMOCTh ATTECTOBAHHBIX 3HAYEHUM
MAaCCOBOH JIOJH CHIPOH 30JbI K eAMHHUIIE BEJTHUNHBI
«MaccoBas I0JIsi» 00eCIIeYNBAETCS CTPOTHM COOJIIO-
neunneM mporenypsl usmepenuii mo I'TTPMU macco-
BOH JIOJIM 30JIbI B THUINEBBIX MPOAYKTAX U IPOIO-
BoabcTBeHHOM  cbipbe M.241.02/RA.RU.311866/
2018.

I'CO 11268-2019/I'CO 11270-2019 mpennasua-
YEHBI JJIT KATMOPOBKY, TPAIYUPOBKH CPEICTB U3Me-
peHuil MaccoBBIX I0JeH aszora (ChIPOro IIPOTEHHA),
BJIATH, CHIPOTO JKUPA U CHIPOH 30JbI B KOMOHKOPMAX,
aTTecTanii METOJUK M3MEPEeHHUU W KOHTPOJSI TOY-
HOCTH Pe3yJbTaTOB H3MEpPeHUN MacCOBBIX JOJIeH
aszora (CBIPOTO IIPOTEWHA), BJIATH, CHIPOTO KHUpPA U
CBIPOH 3061 B KOMOuKOpMax. CO MOryT IpUMeHATh-
Cs1 171 TIOBEPKU CPEJICTB M3MEpPEeHU cocTaBa KOMOu-
KOPMOB W [JA [APYTHX BHUIOB METPOJIOTHIECKOTO
KOHTPOJISA IIPH COOTBETCTBUM METPOJIOTMYECKHUX Xa-
pakrepucturk CO TpeboBaHUAM MIPOIIELYP METPOJIO-
THYECKOT0 KOHTPOJISA, a TAKKe KOHTPOJIS METPOJIOTH-
YECKHUX XapAKTEePUCTUK CPECTB U3MEPEHUH IPU MX
WCIIBITAHUAX, B TOM YHCIE B IEIAX YTBEPIKICHUS
THIIA.

3axJaroueHue

1. Paspa6orana [ITIPMHW M.241.02/RA.RU.
311866/2018, peammsoBaHHAs C WCIOJIb30BAHUEM
OIHOTO KOMILIEKTa O6OpYyHOBAHUSI W 00eCHeYHuBar0-
maa HauBbICciIyio B Poccuiickoit Pemepanuu TO4-
HOCTh pe3yJbTaTOB H3MEPEeHHMI MAacCOBOHM 10U
30JIbI B IHUIIEBBIX IPOIAYKTAX U IIPOJA0BOJIbCTBEHHOM
ChIpbe.

2. I'TIPMU ytBepxnena npurazom Penepanb-
HOTO areHTCTBA 10 TeXHUYECKOMY PEryJIHpPOBAHHUIO
u merposoruu ot 21 mexabpsa 2018 r. Ne 2710 ¢ pu-
cBoeHHeM el peructpanmonsoro Homepa OP.IIP1.
31.2018.00002.

3. IIpogemoncTpupoBana SKBHBAJIEHTHOCTD
paspaboranmori I'TTPMW amamoruyHbIM METOMH-
KaM (MeromaM), HCIHOJIb3yeMbIM B MEKIyHAPOTHOM
IIPaKTHUKeE.

4. Tlokazana UTPHUMEHUMOCTH pas3pabOTaHHOU
I'TIPMMU nns onipeneneHusa XapaKTePHUCTHK MATPUY-
HBIX CTAHAAPTHBIX 00PA3IIOB.
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