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BeedeHue. PaccmoTpeHbl npoLecchl 06pa3oBaHusi TBEpAOW COCTaBNSIOLLEN CBAPOYHbIX a3p030-
nen (TCCA); nokasaHo, 4to YacTtuubl TCCA oTnmyatoTcs ha3oBbiM U XMMUYECKMM COCTaBOM, AUCNEPCHO-
CTbO B 3aBMCMMOCTHM OT CBapMBaeMbIX MaTeEPUanoB 1 YCNOBUIA CBApPKW; OCHOBHbIMU ha3amMu SBMSOTCA
marHeTut Fe, O, nxenesomapraHuesas wnuHens MnFe,O,. [lpo6nema. Onpeaernexue rpagympoBOYHbIX
XapaKTepuUCTUK He4eCTPYKTUBHbIX METOAMK peHTreHonyopecLeHTHoro aHanusa (P®A) 1 nposepka npa-
BUIbHOCTW METOAMK KONTMYECTBEHHOrO XMMuyeckoro aHannsa TCCA oCnoXHeHbl OTCYTCTBUEM CTaHAapT-
HbIX 06pasuoB. Co3faHne aTTecToBaHHbIX CMecei, agekBaTHbIX peanbHbiM npobam TCCA, cobpaHHbIM
Ha punbTp, 3aTPYAHEHO 13-3a CIIOXKHOCTU UX (PU3UKO-XMMUYECKUX CBOUCTB. AkcrnepumeHm. [purotos-
NeHbl CUHTETUYECKMe 06pa3Lbl B BUAE TOHKOWM OpraHM4ecKomn NieHKN, cogepxallernt NopoLLKOBbIe coeau-
HeHUs aneMeHToB, KOHTponupyembix B TCCA. lpoBeaeHbl MccneaoBaHusi No BeibGopy NOpoOLLKOBOro HO-
CUTens aHanuToB AN CO34aHns aTTecToBaHHbIX cMecel. OLeHeHO MakcuMarnbHoe 3HadYeHve pasmepa
3epeH NopoLLka, korga adpekTom MnkpoabcopbLMOHHON HEOAHOPOAHOCTM MOXHO NpeHebpeyb Ha hoHe
Crny4anHON NOrpeLLHOCTN N3rOTOBIEHMS NNIEHOYHbIX aTTECTOBAHHbLIX CMecel. JKCnepMMeHTanbHoO JoKa-
3aHO, YTO B KA4YeCTBE MOPOLLUKa-HOCUTENS aHANUTOB NPY CO34aHMM rPafyMpPOBOYHbIX 06pa3LOoB ANns He-
OecTpykTuBHbIX MeToank POA npo6 TCCA gonycTnMo npuMeHsiTb ntobble cCoegUHEHMS 3NIEMEHTOB, eCIN
pa3mep Ux YyacTuL, MeHee 4 MkM. Pe3ynibmamsi. Co3aH KOMMNEKT NEeHOYHbIX aTTECTOBAHHbBIX CMECEWN,
KOTOpble MOXXHO PEeKOMEH0BaTh B KAYeCTBE rpadynpoBOYHbIX 06pa3LOB ANst HEAECTPYKTUBHbLIX METOAMK
P®A; norpelHocTb X 3roToBrEeHMs XxapakTepuayeTtcst koadduumeHTom Bapmaumm 5-6 %.

Knrodeeslie croea: TBepasi COCTaBnsoLas CBapOYHbIX a3po30rei, peHTreHoyopecLEeHT-
HbI aHanu3, aTTecToBaHHbIe CMeCU, pa3Mep YacTuy, apdeKkT MukpoabcopbLMOHHON HEOAHOPOAHOCTMH.
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samples when analyzing welding fumes using X-ray fluorescence
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The processes of forming the solid component of welding fumes (SCWF) are considered; the particles
of SCWF are shown to differ in phase and chemical composition, and dispersion depending on welding
materials and welding conditions; the magnetite Fe,O, and the iron-manganese spinel MnFe,O, are the main
phases. The determination of calibration characteristics of non-destructive techniques and the validation of
the techniques for quantitative chemical analysis of SCWF are complicated by the lack of certified reference
materials. The development of certified mixtures, appropriate to real samples of SCWF collected on a filter,
is difficult because of the complexity of their physical and chemical properties. The synthetic samples were
prepared in the form of an organic thin film containing the powder compounds of elements controlled in the
SCWEF. The studies were conducted to choose the powder-carrier of analytes for developing the certified
mixtures. The maximum size value of powder grains were estimated when the effect of micro absorption
heterogeneity can be neglected on the background of random error in preparing film certified mixtures. It is
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experimentally proven that any element compounds are suitable for use as a powder-carrier of analytes in
developing the calibration samples for the non-destructive techniques of X-ray fluorescence analysis (XRF)
of SCWF samples if their particle sizes are less than 4 microns. A set of film certified mixtures was developed,
which can be recommended as the calibration samples for the non-destructive XRF techniques; the errorin
their preparation is characterized by the variation coefficient of 5-6 %.

Keywords: solid component of welding fumes, X-ray fluorescence analysis, certified mixtures, particle

sizes, effect of microabsorption heterogeneity.

BBepeHune

B BO3gyLwWwHOWM cpefe NpoM3BOACTBEHHbIX MO-
MeLLEHWI NPy CBapo4HbIX paboTax n Apyrux aHano-
MMYHbIX cocobax obpaboTkmn MeTannoe obpasyoTcs
cBapoyHble aspo3onu (CA). OHn obnagatoT hubporeH-
HbIM OENCTBMEM Y NPU ANUTENBHOM BbINOMHEHMM pa-
60T CNOCOOCTBYIOT pa3BUTUIO NHEBMOKOHMO3A [1]. o
xapakTepy obpa3oBaHusi CA 0THOCATCS K a3p0301siM
KOHZAEHCcaLMN 1 NpeacTaBnsoT cOO0N ANCNEPCHYHO CU-
CTEMY, B KOTOPOW AUCNEPCUOHHON Cpeaon ABNseTCH
CMeChb ra3oB — rasoBasi COCTaBsoLLas CBApOYHOro
aspo30rs, a gucnepcHon asom — Menkne 4Yactuubl
TBEPAbIX BELLECTB, KOTOPbIE B HAUOONbLLEN CTENEHU
BNUAIOT Ha 340POBbe cBapuka [1-3].

Ob6wwas cxema obpasoBaHus komnoHeHToB TCCA
npencTaBnsieTcs Takum 06pa3om: 3apoXaeHre aspo-
30J1bHbIX MEePBUYHbIX YacTUL, U3 BbiCOKOTEMMEPATYpP-
HOro NepecbILLLEHHOrO napa; pocT UX pa3mMepoB 3a
CYeT KOHOEHCaLUnM Unu Koarynsuum, BKItoYas passu-
TUe CTPYKTYpbl «aapo-obonoykar [3, 4]. 3Tn mexaHus-
Mbl oopmupoBaHns TCCA obycnaBnueatoT LUMPOKUN
AvanasoH pasMepoB YacTuL, KOTOPbIA MOXHO pa3ge-
NUTb Ha Knaccel: ynstpagucnepcHole (MeHee 0.1 Mkm),
menkue (0.1-2.5 MKM) 1 kpynHble (bonee 2.5 mkm); no-
cnegHun knacc obpasyeTcs, B OCHOBHOM, Bblibpoca-
MM OpbI3r N3 pacnnaBfeHHON CBAapOYHOM BaHHbI [4,
5]. Okono 85 % TCCA cocTaBnsaT YacTuLbl pasme-
pom o1 0.05 oo 1.5 MKM, KOTOpble NPEeACTaBnsAOT Co-
601 HanbonbLy BGMONOrMYECKY0 ONacHOCTb Anst
CBapLLVMKOB, TaK Kak OHM JocTuratoT obnactm razoob-
MeHa B nerkux [3].

TCCA cocTouT 13 arnemMeHToB OCHOBHBIX (Mn, Fe,
Si, K, Na, Ca, Ti, Al, Mg, F u Cr) n npumecHbix (As, Cu,
Rb, Sn, Zr, Sr, Nb, Mo, Ag, Sb, Ba n Pb) [6, 7]. Coaep-
XaHue nepsbix naMeHsietcs ot n-102 go n-10 % mac.
B 3aBUCUMOCTM OT YCITOBMI CBapKM, NP1 3TOM coaep-
aHue Fe n Mn gocturaet B oTAeNbHbIX Cnyyasax 55 u
20 % mac. cooTBeTCTBEHHO [8, 9]. B 3aBucumocTu ot
cnocoboB CBapkuW, COCTaBa CBapMBaeMbIX U CBApOY-
HbIX MaTepuanos, TUMOB 3NIEKTPOLHbLIX MOKPLITUIA 1
cocTaBa 3aluMTHOro rasa Yactuusl TCCA otnuvatoTcs
Mexay cobov He TONbKO COCTaBOM U AUCMEPCHOCThIO,
HO Mopdpornoruei n cTpyktypou [3, 5]. Mo gaHHbIM dou-
3MKO-XMMUYECKNX NCCIIeA0BaHNA OHW NpeacTaBnsd-
toT cobow crnoxHyto cMecb MeTannos (Fe, Mn, Zn u
Ap.), ux okcupos (FeO, Fe,O,, Mn,O, n ap.), wnuHe-

neit (MnFe,0,, Fe.0,, CaFe.0, up.), dTopuaoe (NaF,
K,SiF,, CaF, n ap.), coeanHennit xpoma (CrQ,, K,Cr,0,),
cunukatos (CaSiO,, Fe,[SiO,], Mn,[SiO, ] n ap.), Ho oc-
HOBHbIMU (pasamm aBnsaoTca marHeTuT Fe, O, v xene-

3omapraHuesas wnuHens MnFe, O, [2, 5, 10-12]. Criox-
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HoCTb usnko-xummnyeckux ceoncts TCCA cBsizaHa ¢
TeM, YTO OTAESbHbIE €r0 KOMMNOHEHTbI KOHAEHCMPYHOT-
CS MPU pasnM4yHbIX TemMnepaTtypax.

[ns onpenenexus coctaa TCCA B aHanutuye-
CKOW NpakTuKe, B OCHOBHOM, MPUMEHSIOT AECTPYKTUB-
Hble MeToAbl aHanun3a: aToMHo-abcopbunoHHbIn (AAA),
aTOMHO-3MNCCUOHHBIN (ADA), ASA C MHAYKTMBHO CBSI-
3aHHou nna3mon (MCIM-A3A), Macc-CnekTpoOMETPUIO C
MCI (MCN-MC), boTomMeTpryeCKniA 1 ANEKTPOXUMN-
yeckue [2, 13, 14]. N3 HegeCTPyKTUBHbLIX METOAOB UC-
NoNb3yT PEHTreHOMNYOPECLEHTHbIN aHanua n uH-
CTPYMEHTasbHbI HENTPOHHO-aKTUBALMOHHbIV aHanm3
(MHAA) [15-18]. MpenmyLLecTBOM AECTPYKTUBHbLIX Me-
Toank aHanusa TCCA saBnseTcs BO3MOXHOCTb Mony-
YeHUS rPagyMpPOBOYHbIX XapaKTEPUCTHK C MOMOLLbIO
CUHTETUYECKNX OOHO- N MHOTO3JIEMEHTHbIX PacTBO-
poB [2]. K HegocTaTkam crneflyeT OTHECTU HENOMHoe
BCKpbITME MaTepuana npobbl M NOTEP aHaNUTOB Npu
TEPMUYECKOM U KNCITOTHOM Pa3fioKEHWN HarpyXeH-
HbIX acnMpaLMOHHbIX (PUNBTPOB BCNEACTBUE CIIOXKHO-
ro xmmmyeckoro n gpasosoro coctasa TCCA.

HepectpyktuBHbii MIHAA B aHanutuveckom
npaktuke npu aHanmse TCCA npumeHsieTcsa peako,
BEPOSATHO, M3-3a CITIOXXHOMO annapaTypHoOro oopm-
nexus. Metog POA aBnseTcs MHOroaneMeHTHbIM U
3KCMpeCcCHbIM, OQHAKO onpeaeneHne ero rpagympo-
BOYHbIX XapaKkTEPUCTUK OCIIOXKHEHO OTCYTCTBUEM OT-
€4YEeCTBEHHbIX CTaHAapTHbIX obpasuos (CO), agek-
BaTHbIX N0 OU3NKO-XMMUYECKUM CBOMCTBaM npobam
TCCA, cobpaHHbIM Ha unbTp. M3 M1poBOI NpakTu-
kv Ham nsBecTHo Bcero agea CO coctasa CA. OauH
n3 Hux (BCR-545; IRMM, Benbrus) npegcraBnsieT co-
6on yactuupl CA Ha unbTpe, B KOTOPOM aTTECTOBA-
Ho copepxaHue obuero xpoma u Cr(VI) [19]. Opyron
CO (MSWF-1; HSL, BenukobpuTtaHus) npegcrasnseT
nopowok TCCA, cobpaHHbI Npu cBapnBaHUN MAT-
KOW cTanu, B KOTOPOM aTTecToBaHHoe copepxkaHue (%
mac.) Fe, Mnu Zn coctaBnset 42.8 +0.7,1.48 £ 0.03 un
21.7 £ 0.9 cooTtBeTCcTBEHHO [20, 21]. PazpaboTaHa Tex-
Honorus co3ganuns CO cocTtaBa aTMOcEpHbIX aspo-
3011€el B BUAE TOHKOW OPraHn4eCcKom MieHKKN, Coaepxa-
LLIeM NOPOLLKOBbLIA MaTepuan — HOCUTENb aspo30sien
[22, 23]. MNorpelLHOCTb NX N3rOTOBMNEHUSI XapakTepu-
3yeTcs koadhuLMEHTOM Bapunauun, pasHbiM 4-7 % B
3aBMCMMOCTU OT aHanuTa.

Llenbto aaHHom paboTbl ObINO co3faHue atTe-
CTOBaHHbIX CMecel ANng onpeaenexHus rpagynpoBouy-
HbIX XapakTePUCTUK HEeOECTPYKTUBHbIX MeToanK POA
N KOHTPONS NPaBUITbHOCTU Pe3yNnbTaToB METOANK KO-
NMYECTBEHHOTO XMMMYeckoro aHanunsa CA, HO cnox-
HOCTb hu3mKo-xmmmdeckmx ceoncts TCCA 3aTpygHUT
N3roTOBMNEHNE NITEHOYHbIX aTTECTOBAHHbIX CMecen
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(AC) no ykasaHHOW BblLWe TexHonorum [22, 23]. Ons
OOCTVXEHWSI NOCTaBMEHHON Lienn Heobxoaumo Bbl-
OpaTb NOPOLUKOBbIA HOCUTENb 3NIEMEHTOB, KOHTPO-
nnpyembix B TCCA.

3KCI19pMMeHTa.I1bHa$I YyacTb

VccnenoBaHus BbIMOMHSANMM HA PEHTIEHOBCKOM
dnyopecueHTHOM cnekTpomeTpe VRA-30 («Carl Zeiss»,
lepmaHus): peHTreHoBckas Tpybka ¢ Rh-aHogom (pe-
Xnm paboTbl: HanpsikeHue 40 kB; cuna Toka 40 MA),
kpucTtann-aHanu3aTtop LiF (200), getektop — CLmMH-
TURNALMOHHBIN. [Ns y4yeTa annapaTypHoro gpenda
WHTEHCUBHOCTU |, aHanUTU4eCKNX NTMHUIA PEerncTpu-
poBasiv B OTHOCUTENbHbIX eanHuuax [ = II./IP, roe Ip
— WHTEHCUBHOCTb (PriyopecLeHL M, N3MEepPEHHas OT
obpasua-penepa, CNpecCcoBaHHOro U3 NOPOLLKOBOW
cMecu (cooTHowweHwne 19 : 1) BopHOW KMCNOThI 1 coe-
AvHenni Fe,O,, MnO,, NiO, Cr,0,, V,0O,, CaF,, SiO,.
WHTEeHCUBHOCTD I(b hoHa N3Mepsnmn psgom C aHanuTu-
YecKom NUHMer anemMeHTa i. [ina y4eta 3aBuCMMOCTU
l@b OT ANVHbI BOJHbI MCMONb30Bany ooHoBbLIE 06pas-
Ubl, NpeacTaBnsoLme TOHKME OpraHnyeckme ninex-
Ki, codepxalume namenbyeHHbIN nopowwok SiO, [24].

YnbTpa3ByKoByto 06paboTKy cMecu NopoLLKa-Ho-
CUTENsl aHanuTa u pacTeopa NonMmepa BbINOMHANN
Ha aBTOMaTu4eckom aesuHTerpatope UD-20 (4acTo-
Ta 22 kl). Paamep yacTtuy NopoLLKOBbIX NpenapaToB
onpeaensanu Ha nasepHom audpakuMoHHOM aHanm-
3atope Analysette COMPAKT («Fritschy, lepmanus),
nx asoBbI COCTaB — Ha PEHTIEHOBCKOM AMpPaKTO-
meTpe OPOH-3.

PesynbTaTtbl M X 06CyXAeHue

Ons co3gaHusa AC, agekBaTHbIX MO COCTaBy pe-
anbHblM Nnpobam TCCA, cobpaHHbIM Ha acnMpauynoH-
Hble punbTpbl, cnegyeT nogobpaTh NOPOLLKOBbINA HO-
CUTENb aHaNUTOB, KOTOPbIA MOXHO NPeacTaBUTb Kak
cmeco Fe,0, n MnFe,O,. [ina cuHtesa MnFe,O, nc-
nelTanu gBe U3BECTHbIE METOAMKMN: NepBas OCHOBA-
Ha Ha oCaXOeHuUU rTMApPOKCUAOB MEeTannoBs, BTopas —
Ha KapboHaTHOM OcaXxaAeHUW ABONHbIX conew [25, 26].

Mo nepsor meToauke B 10 %-Hbin pacteop NaOH,
HarpeTbii go 70-90 °C, BBOAUNM ropsymne pacTBopbl
conei MnCl,-4H,0 u FeCl,-6H,0. O6pasosasLuytocs
CYCMEH3MI0 NPV NOCTOSHHOM NepeMeLLNBaHNU BbiAep-
xuBanu npu Temnepatype 90 °C B TeyeHune 1 4, no-
crne ee OXNaXxAeHUst 0cafoK OTAENSNM OT pacTeopa
n BbicywmBanu npu 100 °C. CMHTEe3MpOBaHHbIN MOpPO-
LLIOK MMEN TEMHO-KOPUYHEBBI LIBET, HO HE NPOSBISN
MarHWTHbIX CBONCTB, XapakTepHbIX ANs Xene3omap-
raHueBow WnuHenu [25, 26].

CornacHo BTOpoW MeToAMKe Kpuctannoruapatbl
MnSO,(NH,),S0O,-6H,0 n FeSO,(NH,),SO,-6H,0 pac-
TBOPSNW B KUNSLLEN BOAE NPWU NOCTOSAHHOM nepeme-
LWMBaHUM Jo 0Opa3oBaHMs HACbILEHHOTO pacTBopa
cornen, 3atem 400aBnsAnmn N36bITOK rOPSYEro HAChILLLEH-
Horo pactsopa (NH,),CO,. BbinaeLuui ocagok otaens-
1V OT pacTBOpa AeKaHTaunen, NpoMbIBany BO4OM A4S

yOoaneHus cynbat- u kapboHaT-MoHOB, BbICyLLMBaN
npu 100 °C. lNMopoLuok cnnasnanu npu TemnepaType
800 °C ¢ pob6askow KCI (10 % no macce), ero sobaska
HeobxoaMMa Ans CHUXEeHWUst TemnepaTypbl cnnaene-
HWs [27]. CMHTE3MpPOBaHHbIN NOPOLLOK Bbln YepHOro
LBeTa v NPosBMsAN MarHWTHbIE CBOMCTBA, HO peHTre-
HOGha30BbIVi aHanu3 rnokasarl, 4to oH, kpome MnFe,O,,
cofepXuT npumecu okcngos Mn u Fe, cnegoBaTenb-
HO, He npurogeH ans nsrotoenexus AC, agekBaTHbIX
no coctaBy peanbHbiM Npobam TCCA.

3BECTHO, YTO B rOMOreHHbIX obpasuax MHTEH-
CUBHOCTb JIMHUIA PEHTIFEHOBCKOrO CrekTpa He 3aBu-
CUT OT XMMWNYECKOW CBSI3N M3NyyaloLero atoma, Ho
B CIlyYae X reTeporeHHOCTM 3Ta 3aBMCMMOCTb MMe-
eT MecTo BcneacTeme agpcpekta MnkpoabcopOLMOoH-
How HeogHopogHocTy (MAH), koTopbin 06ycrnoBneH
pasmepom (D) yacTtuy 1 pasnuyunem nornoLlarLmx
XapaKTepucTVK 3epeH a (M, ), coaepxaLimx nanydato-
LM aToM, 1 3epeH [ (pﬁ) HanonHuTens [24, 28]. Ha
npumepe coeanHeHun Fe n Pb akcnepMmeHTansHo
OLEHWMM MakcumarnbHoe 3HavyeHue D 3epeH nopoLu-
Ka-HocuTens aHanuToB, korga addektom MAH Mox-
HO NpeHebpeyb Ha hOHE CryYanHO NOrpeLIHOCTM
N3roToBrieHusi nneHouvHbix AC. lna atoro npuroTo-
BUMW ABE rpynrbl MOPOLLKOBLIX NpenapaTos: nepsBas
npeactasrneHa FeO («u»), Fe, 0, («ocu»), Fe,O,, FeS,,
a BTopas — PbO («4»), PbS; B kauecTBe HanonHute-
na ucnonbzosanu CaF, («ocu») un SiO, (kapu). Pas-
Mep YacTuL, UCXOLHbLIX MOPOLLUKOB Obint MeHee 70 MKM.
XYMrYeckunii CoCTaB NPUroTOBIIEHHbIX CMecen npea-
cTaBrneH B Tabn. 1. Matepuan kaxzgomn cmecu Maccomn
2 r HE3aBMCUMO UCTUPAnM B araToBOW CTYMKe C [0-
GaBreHvem 3TaHoMna B Te4eHME PasfnMyHOro BpEMEHM

Tabnuua 1
XMmyeckuin coctaB NOPOLLKOBBLIX CMeCel
CopepxaHue coeanHeHnsa B cmecu, % mac.
Ne . "Fe0 [Fe,0,] FeS, | PbO | PbS | CaF, | SiO,
1 45.5 - - - - 455 | 9.0
2 36.6 - - - - 544 | 9.0
3 22.7 - - - - 68.3 | 9.0
4 11.4 - - - - 79.6 | 9.0
5 - 41.65 - - - 41.65| 16.7
6 - 33.3 - - - 50.0 | 16.7
7 - 20.8 - - - 62.5 | 16.7
8 - 10.4 - - - 72.9 | 16.7
9 - - 50.0 - - 50.0 -
10 - - 40.0 - - 60.0 -
1 - - 25.0 - - 75.0 -
12 - - 12.5 - - 87.5 -
13 - - - 25.0 - 50.0 | 25.0
14 - - - 20.0 - 26.7 | 53.3
15 - - - 15.0 - 28.3 | 56.7
16 - - - 10.0 - 30.0 | 60.0
17 - - - - 25.0 | 50.0 | 25.0
18 - - - - 20.0 | 26.7 | 53.3
19 - - - - 15.0 | 28.3 | 56.7
20 - - - - 10.0 | 30.0 | 60.0
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Puc. 1. 3aBncumocTb UHTEHCMBHOCTM FeKa-nuHum ot maccel Fe B usnyyatensx Fe,O, (m), FeO (A) n FeS, (o) npu ¢ (MuH):

a—15,6—150

t, paBsHoro 15, 20, 40, 60, 90, 150 M1H, 1 ncnonb3oBa-
N1 ero B Ka4eCTBe MOPOLLUKA-HOCUTENS aHanuTa npu
CO3[,aHNN TOHKMX OpPraHNYecKmnx MreHoK No TEXHOSO-
rm paboTsl [23]. 3 kaxk 4o NpUroTOBNEHHOW MITEHKN
C MOMOLLbIO CreymanbHOro NpucnocobneHns Wwrammno-
Banu 7 usnydatenen guametpom 3.5 cM; Ux nosepx-
HOCTHas NNoTHOCTbL P, paBHas 4-6 mr/cm?, cooTBeT-
CTBYeT P_3KCMOHNPOBaHHbIX pUnbTPOB. Manyyarenm
nomMeLlany B NnacTMaccoBble KIOBETbI, BXOASLME B
komnnekT cnektpomeTtpa VRA-30, namepsinm nHTeH-
cuBHocTU | nuHuin FeKa- (A = 0.1937 Hm), PbLa-nuHui
(A = 0.1175 HM) 1 paccessHHOTO U3NyYeHUs I, psiniom ¢
HUMMN ()‘q) paBHo 0.1974 1 0.1212 HM COOTBETCTBEHHO).

[ns kaxgoro BpeMeHu U3MeNbYeHNs CTPOUIK
rpachvkmn 3aBmcumocT I, oT maccel M, aHanuTa, npea-
CTaBIEHHOIO pPasnM4YHbIMU coeguHeHnsIMU. HesaBucu-
MO OT vx BuAaa dyHkumio |, = f(M) annpokcummposanu
oZHOM npsiMon. B aTnx ycnosusax paccesHue (Koad-
uupmeHT Bapmaumm V,) Todek Bokpyr npsamon /, = f(M)
Oynet onpenenatbes addektom MAH 1 TEXHUKOW 3KC-
nepumeHTa V_(HecTabunbHOCTbL paboTel annaparypsl,
KayeCcTBO MPUroTOBIEHUS U3nyYaTens, BKYas He-
pPaBHOMEPHOCTb pacnpeaeneHns YacTumL, NopoLLKa no
nnowaau nneHku). OueHka no kputepumto KoxpeHna [29]
rnokasana, 4To aucnepcun V2 oqHoOpoaAHbI, HECMOTPS
Ha pas3nuyHoe BpeMs U3MernbYeHNsI MOPOLLKOB: 3Ha-
yenune V ana FeKa- n PbLa-nuHni coctasnsiet 4.2 n
4.6 % cooTBeTCTBEHHO. Ha puc. 1 nomeLLeHbl rpadukm

2,5 4

0,5 T T |
150

t, MUH

Puc. 2. 3aBucumocTb V,”°/V, 0T BpeMeHM n3mernbyeHis no-
poLuka ana PbLa-nuHum

142

3aBMCMMOCTU UHTEHCUBHOCTM FeKa-nuHum oT macchl
Fe B nneHo4HbIX AC, NpMroTOBMNEHHbIX M3 MpenapaTos,
nctepTbix B TedeHue 15 n 150 muH. ina npenapatos,
n3menbyeHHbIX B TedeHue 15 (puc. 1, a)n 150 muH (puc.
1, 6), sHa4eHue V, coctasnset 12 % n 5.5 % coorseT-
cTBeHHO. CrieaoBaTenbHO, yMeHbLLeHne V, cBA3aHo
CO CHMXeHnem appekta MAH.

AHanoruyHble 3asmcumocty [, = f(M) nonydunnu
ansa PbLa-nvHum 1 paccuntanu koaduuneHTsl Ba-
puaumu V,, xapaktepuaytoLime paccesHne To4ek Bo-
Kpyr npamon. Ha puc. 2 nokaszaHo yBennyeHme OTHO-
weHnst V,*/V/) 0T BpemMeHn naMenbyeHsi NopoLLKOB,
roe V" n V) — koachchuLmeHTbI BapynaLmm Ans nopoLu-
Ka-HOCUTens, U3MerbYyeHHoro B TeyeHne 15 n j MuH
COOTBETCTBEHHO. [1Ns1 HEKOTOPLIX NpenapaToB onpe-
AeneH cpeaHuin pasmep (D) yacTul, (3Hauerus D npu-
BeeHbl Ha puc. 2).

[nsa npenapaToB Pb, namenb4eHHbIX B Te4eHne
15 MuH, 3HaveHmne V, coctasnset 10 %; B TedeHne 150
MUH — 4.5 %. PasnnyHoe nameHeHne BennimnHbl V, ans
Pb 1 Fe, BepoaTHO, 06ycrnoBneHo pasnmyHon TBEpAO-
CTb0 X COEQUHEHWI: B YaCTHOCTH, MO Lwkane Mooca
TBepaocTb PbS n FeS, cocraenser 2.5-3 n 6-6.5 co-
otBeTcTBEHHO [30, . 154, 184]. [Mo3TOMY M3MEHEHME
pasmepa 4actuy PbS n FeS, B 3aBncrmocTu ot Bpe-
MEeHU namenbyeHusa dyget otnmyatbes. Mocne uctu-
paHusa B TedeHne 150 M1H NOPOLLKOB, coaepXKaLumx
PbS, D cocTasnsieT 3.5 MKM (npv gnanasoHe D o1 0.5
0o 15 MKkMm), BMecTe ¢ TeM 7151 MOPOLLKOB, coaepa-
wmx FeS,, D coctaBnsieT 4.2 MKM (Npu AnanasoHe D
o1 0.5 0o 20 MKm).

Y4ynTbiBasi NOrpeLHoCcTb NPUrOTOBNEHNS Miie-
HOYHbIX uanyyvartenen [23], AONYCTUMO NPUHSATb, YTO
MOPOLLOK-HOCUTENb aHaINMTOB, N3MESbYEHHLIN B Te-
yeHne 150 MVH, MOXXHO UCNONB30BaTbL NPU U3rOTOB-
NEeHUV rpadynpoBOYHbIX 06pa3LoB Ais MeToank POA
npo6 TCCA. K coxaneHnuto, Takne AC He NpuroaHsl
0119 MPOBEPKN MPaBUITbHOCTN AECTPYKTUBHBIX METO-
OVK KONMYECTBEHHOrO XMMNYECKOro aHanunsa Bcnea-
CTBWE UX HECOOTBETCTBUS pearnbHbiM npobam TCCA
no oM3nNKO-XMMMUYECKMM CBOMNCTBAM.
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Tabnuua 2
OueHka kayecTtBa nneHo4Hbix AC
KoachdumumeHT Bapmnauum (%) npy usmepeHum
AHanut / l,'/Iq)
V., v, A V. V., v, A A
Fe 1.1 5.7 H/3 5.8 1.7 1.5 H/3 2.3
Mn 1.8 5.6 H/3 5.9 3.0 3.6 H/3 4.7
V 4.4 6.2 H/3 7.6 41 5.2 H/3 6.6
Cr 2.0 6.0 H/3 6.3 2.9 4.0 H/3 4.9
Ni 1.4 5.3 H/3 5.5 2.3 3.1 H/3 3.9

[MprmeyaHwue: H/3 — NOrpeLIHOCTb He3Ha4YnMa.

OueHKa KayecTBa NPUroTOBNEHUs
3K3eMMNAPOB NeHo4YHbIX AC

MpuroToBUNM MHOTOKOMMOHEHTHbIE NOPOLLKOBbLIE
npenaparsl, cCoaepxatume okcnabl anemeHTos (Fe,O,,
Mn,O,, V,O,, Cr,0, n NiO), koHTponmpyembix B TCCA;
B Ka4eCTBe HarnonHuTens ucnonb3osanu cmeck CaF,
un SiO,. CopepxaHue (% mac.) Fe nsmeHsetca B npe-
aenax ot 20 go 50, Mn — (2-10), V — (4-10), Cr — (2-10),
Ni— (2-8). MNopoLLKoBblE CMECU FOTOBMITN COTMACHO Bbl-
OGpaHHbIM paHee ycnosusiM. Macca aHanuToB B nne-
HOYHbIX n3nyyatensx uamexsiercs ot 0.015 go 5.0 mr.

[MorpeLHOCTb 3roTOBMNEHUS MHONBUAYANbHbBIX
3K3EMMNIIAPOB NNEHOYHbIX 06pa3LIOB yCTaHaBMBanm
C MOMOLLbIO HEAECTPYKTUBHOrO Metoaa POA, nnaHum-
pysi SKCMEPUMEHT MO cXeme ABYX(paKTOPHOro gucnep-
CMoHHOro aHanm3aa [29]. C aTon uenbko ncnonb3oBa-
N HECKOMBKO MOPOLLKOBbLIX NpenapaTos, Ha OCHOBE
KOTOPbIX FOTOBMIM 2 NIIEHKM OAMHAKOBOro COCTaBa,
N3 KaXxaon wtamnosanu no 7 mnanyyarenen. OT Kax-
OOro uanyyarterns B yCroBUsiX MOBTOPSEMOCTU perun-
CTPMPOBAN MHTEHCUBHOCTY | aHaNMUTUYECKNX NHNIA
N paccesiHHOro n3ny4eHus Icp. Mpwn Takom nnaHnpoBa-
HWUM 3KCNEPUMEHTA CyMMapHas norpeLHocTb (Koad-
uLmeHT Bapuaumm V;) aKkcrnepumeHTa pasnaraercs
Ha cnefytoLine cocTaBnsoLLme:

VE=VESVE

roe V. — KoathduumneHT Bapuaumm, 0bycrioBrieHHbI
TEXHUKOW 3KCnepuMeHTa (HecTabunbHOCTL paboThl an-
napaTypbl, BKIlO4Yasi yCTaHOBKY U3nyyarterns B Cnek-
TPOMETP) Y CTaTUCTUYECKON NPUPOJON PEHTFEHOBCKOTO
n3ny4eHus; V. — Koath1UMEHT BapmaLlmu, Xxapakre-
PU3YOLMIA HECTAOUITbHOCTb (PU3NKO-XUMUYECKMX
CBOWNCTB UHAUBUAYArbHbIX NNEHOYHbBIX U3nyyaTenen,
OTLUTaMMOBaHHbIX U3 OAHOWN NMEHKN (Bapuaums Ton-
LLMHBI NNIEHKN, HEPAaBHOMEPHOCTb pacnpeaeneHmus
rnopoLuka B Hen); V. — koapmumneHT Bapmaumm, oby-
COBIEHHbIN HECTAOWUIBHOCTBLIO YCMOBUIA U3rOTOBIE-
HWS NNIEHOK OOHOr0 XMMMYECKOro coctaBa (TOYHOCTb
B3ATWSA HABECOK MOPOLLUKA-HOCUTENSA 1 NonMMepa, of-
HOPOZAHOCTb X CMECU U CTEMEHb O4YNCTKM CTEKIAHHON
NMOBEPXHOCTN, HA KOTOPYHO OHA BbINIMBAETCS).

Pe3ynbTaThl AMCNEPCMOHHOIO aHanuaa, npeg-
CTaBrieHHble B Tabn. 2, NokasbIBaloT, YTO A5 BCEX Are-
MEHTOB OCHOBHOVI BKI1af B BENUYMHY V. BHOCUT ro-
rPELLHOCTb U3roToBMneHUst ak3emnnsapos AC: 3Ha4YeHne

V, cocTaBnset 5.3-6.2 % B 3aBUCMMOCTY OT 311EMEHTa;
BKMaj koMroHeHTa V. HesHauum. [Npu ucnonb3osa-
HMM B Ka4eCTBE aHanMTUYeCcKOro napameTpa oTHoOLLe-
HUs I,./Im BenuunHa V, cHkaeTcs npumepHo B 1.2-4
pasa. CriegoBarenbHo, NOrpeLwwHocTb V., onpeaens-
eTCsl, B OCHOBHOM, Bapuaumel TOMLWMHbI NAEHKKN, 13
KOTOPOW LUTaMMyIOTCA MHAMBMAYaMbHbIE U3NyYaTeny.

3aknroyeHune

Mpun cozgaHnm NNEHOYHbIX aTTECTOBAHHbLIX CMe-
cel ons onpefeneHns rpagyMpoBOYHbIX XapakTepu-
ctuk Mmetoauk POA npo6 TCCA, cobpaHHbIX Ha hunbTp,
OO0MNyCTMMO UCMOJSb30BaTb Pa3fiMyHble CoOeaMHEHUS
KOHTPOMMPYEMbIX 3NIEMEHTOB, €CMNN pa3Mep MX Ya-
cTul, meHee 4 MmkM. CTabunbHOCTb UX N3rOTOBNEHNS
xapakTepuayeTcs KoachduuneHToM Bapuaumm, pas-
HbIM 5-6 %, B 3aBUCMMOCTW OT aHanuTa.
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