[lpuroxenne 2

OCHOBHble METOAUKH q)I/IBIflKO-XI/lMI/lquKﬂX Hu

TEXHOAOTHYECKHX HCCJ\CZ[OB&HHI?I

['lpu mccaezoBanuu cocraBa HOBOO6pa3oBaHME B 6€3062KMIOBBIX 06pas-
11aX HCIOAb30BAAH METOJbI JIePHBATOTPAaUIECKOTO, PEHTTEHOCTPYKTYPHOTO,
5AEKTPOHHOMHKPOCKOITHYECKOTO H ()Ja30BOTO XHMHYECKOrO aHAaAM30B, PEHT-
reHOCIIEKTPaAbHbIH MHKPOAHAAH3, CBETOBYIO MHUKPOCKOIIHIO.

JepuBatorpammbr npo6 (macca B pasamunbx cepuax ot 1,0 zo 1,7 r)
cumvarun Ha npubope OJ-102 (cucremmr NA. Dpaeii, M. Ilayruka u
. Tlayauka) B armocgepe reams mapxu «BU» (pacxog 3 A/mun) npu
ckopoctu HarpeBa 10 rpaz/MuH, 4TO MO3BOAMAO M36€2KaThb OKMCACHHS KOM-
HOHEHTOB INMXThL. JyBcTBHTEABHOCTb Mpubopa 1o Macce coctaBasra 200 mr
Ha INKaAy Mpu HccAefoBanud nemedta U 20 Mr — mpu HCCAeOBaHHH ILIHX-
tb1. Uyserureapnocts A TA o6brano ycranasamparaco 1/5, ATT — 1/3.

ZJIAsl peHTreHOCTPYKTYPHOTO aHAAH3a HCIIOAb30BAAH METOJ TOPOUIKOB C
nonusanuonHol peructpanuein (ycramoska JPOH-2 ¢ xenesubiM aHo-
aom). Pexum cbemru: Tok Tpybxu 16 MA, manpsexenue 35 xB. Pacumg-
POBKY PEHTTeHOrpaMM BeAH 1o crpaBounbiM zadubiM (Mertogpr..., 1970;
Byrr..., 1961; l'opmxos...; Mexrnues; Muxees; O6beaunennnii...) Ha-
ZIe2KHO YCTAHOBAEHHBIMH CUHTAAM CO€JMHEHHs, MPOSBHBIIME He MeHee ISATH
HaM6OAee CHAbHDBIX AHHHH, ZOCTaTOYHO JOCTOBEPHbIMH — ¢ 3—4 AunHusAMH,
HpeAnoAoKHTeAbHBIME — ¢ 1—2 aunmamu. PacxoxzeHne MeKIIAOCKOCT-
HbIX PACCTOSHUH BbIABAAEMbIX COEJMHEHHMH C STaAOHHBIMH HE MPEBbIIIAAO
1,0 %. Ilpu orcyrcrBuM XOTs 6bI OZHOH AMHHH C OIpeJEACHHOH HHTEH-
CHUBHOCTBIO Bce 60Aee cAabble AHHMM ASl JHATHOCTHIMPOBAHMS COEAMHEHHs
Bo BHMMaHMe He mnpuHuMaArd. (O6s3aTeAbHbIM YCAOBHEM HEHTH(QHKAIMU
6bINO HaAMYHE MHHHMYM OZHOH HENepeKPbITOH AMHHH COeJHHEHHMS.

O AeKTPOHHO-MHKPOCKOITHYECKHE HCCAeJOBaHHS BbIOAHEHb Ha NpH60pe
MS-242-E meTozom yroabHbIX pemnAHK. B OTZEABHBIX CAy4asx CbeMKH
TIpOBe/IeHbl Ha PACTPOBOM IAEKTPOHHOM MuKpockore «Camesax».

PenTrenocnexTparbHbI MHKpPOAHAAH3 OCYIIECTBAEH Ha TPHOOpE (PHPMBbI
«Kamexa».

Dasoppiii anaaus ma Ca(OH),, 'CK, TAK u ruapoaromogeppurnr
kaabuys, rugapookuch antomunusa, CO; u apyrue coeuHeHHs BBITOAHMAH TIO
MeTozuKaM, usaozkeHHbM B pabotax (LLlewn...; (Dasosbiit. . .; Posk..., 1959).

HccregoBanus cocraBa HOBoO6pasoBaHui MpoBeeHbl Ha 06pasLax OKa-
thimel (Aa60paTOPHBIX M MPOMbILIIAEHHBIX) M GpHUKeTOB. DpukeTh! 3 mmx-
bl u uementa (Bbicota u auameTp 20 MM) 06bIMHO TpeccoBaiM MPH yCH-
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amu cootsercteenHo 60 u 0,3—0,5 MIa. Jlaa npexpamenus ruaparamum
B 3a/laHHbId MOMEHT 00pasiibl 06pabaTbiBarl aGCOAIOTHBIM CIIUPTOM U Cep-
HbIM 3pupoM o craugapTHbil Metozukam (Dyrr..., 1973). A6coroTnbrit
criupt noaydarud us 98 %-ro aTmroBOrO, BBIZEP:KUBAs €ro NPHU IEPUOIM-
YeCKOM BCTPSXMBaHMM B TedeHHe 2—3 CYT HaZ CAOEM CEPHOKHUCAOH MejH.
O6pasipl ynpoyHsAM B HOPMAAbHbIX YCAOBHSIX, TEAOBAAXKHOCTHOH o6pa-
60TKOH M cymKodl. B Tex caywasx, Korza IpOZOANKHTEABHOCTb XpaHEHHs
06€e3B0O:KEHHbIX NPO6 Tepes HCCAe0BaHMAMU MpeBbimara 1 cyT, ux, ¢ ue-
ABIO TIPEJIOTBPAILEHHH KOHTAKTa C OKPYyKaloled cpezol, Mapa(MHHPOBAAM.
Caou mapauHa CHUMaAH HENOCPEACTBEHHO TePes; CheMKAMH.

B zepusatorpaguueckux M PEHTreHOCTPYKTYPHDBIX HMCCAEJOBAHHSX HC-
MOAb30BaAH pacTepTble 0 nopomika npobol. [LIAudbr ars srekTpoHHOMEK-
POCKOTIMYECKHX H PEHTTeHOCTIEKTPAAbHbIX MHKPOAHAAH30B TOTOBUAM Ha
KEPOCHHE C MCTIOAb30BaHHEM KOPYH/IOBOH MAcTbl B MEPBOM CAydae, MarHe-
BUTOBOH M AAHTaH-IIEPHEBOH — BO BTOPOM.

(Dusuko-xumudeckue MeTOAbI TPUMEHEHbI TaK:Ke IPH H3YYeHHH IIPO-
IECCOB CMa4HBAaHHS, MEXaHMYECKOH AaKTHUBALMM, CHA CLEMACHHSl YacTHIl
IUXTbI U e KOMKYEMOCTH.

[lpu mccresoBaHMM cMavyMBAHHS UCXOAMAM M3 TOTO, YTO B OOIIEM CAY-
yae KHHETMKA BCacbIBaHMs ONMCbIBAaeTCS ypaBHeHHeM Y mbopHa:

2
F_1 GCos® (I1.2.1)

r K 2n

rae | — myTb, npolzeHHbIH XKUAKOCTbIO 3a BpeMs T;
G ¥ 7 — COOTBETCTBEHHO TOBEPXHOCTHOE HATSLKEHHE H BSIBKOCTb KHJIKOCTH;
Cos ® — kocuHyC KpaeBOro yraa CMauHBaHHS;
I — pazuyc MOPOBOrO MPOCTPAHCTBA;
k — @axTop, yuuThIBarONIIMHi H3BHAHCTOCTD, HEPOBHOCTb KAITUAASPOB.
Ouzanako B ombiTax ¢ HeGOABIIOH BBICOTOH CAOSI HCCAEZYEMbIX Mate-
puaroB (1,5—2 MM) ycTpaHseTcs BAMSHHE Ha IIPOIHMTKY (OPMBI M BEAHMYH-
Hbl KaIlMAAAPOB B HEM, a CKOPOCTb BcachbiBaHHs 1“/7 mpH MCIOAb30BaHHMH
oZHOM M ToH e muakoctd (npu oaunakosbix G M 7)) 3aBUCHT TOABKO OT
KPAaeBOro yraa CMayHBaHHUA M CTAaHOBHTCA XapaKTEPHCTHKOH CMayMBaeMOCTH
TBepAOH (asbl. B Hammx MccAezoBaHHMSX A KakJOTO MOMEHTa BpeMeHH
PaCcCUMTBIBAAM CTereHb BcachbiBaHua LW, paBHyio v/P (3zecp P — macca
HaBeCKH 06pasla, I; Vv — KOAMYECTBO BO/Ibl, BIIMTAHHOH HaBECKOH, CM3).
CkopoCTb TIPOMHUTKH ONPEAEASAM KaK TAHTeHC yrAa HAKAOHA HavyaAbHOH
KacaTeAbHOH K KPHBOH, IOCTPOEHHOH B KOOPZHHATAX LW — IIPOZOANH-
teabHOCTb nporMTKu (Pebunaep, 1933). MakcumanbHOE KOAMYECTBO BITM-
TaHHOH BoAbl (BOJOIOTAOIIEHHE) ONPEAEASIAH TI0 TOPU3OHTAABHOMY y4acT-
Ky atoit kpusoi (Tarep).
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[lpu usyuenun mexaHudeckol aKTHBALIMM IIMXTbI HCIIOAb30BAAH METOZbI
H3MepeHHs] PaboOThbl BbIXOZA SAEKTPOHA U SK309AEKTPOHHOH SMHCCHH.

OcHoBHas uzes, KoTopasi 3aKAIOYEHa B IIEPBOM CAydae, COCTOMT B CA€-
ayomem. [lpy mexanmueckoll axktuBaumm TBepaoH (asbl (M3MeAbyeHMe,
HCTHPAHHME) BCAEJACTBHE JAECTPYKUMHM M TOBbIIEHHs aKTHBHOCTH TOBEPXHO-
CTHBIX CAOEB Bo3pacTaeT HX azcopbumonHass crocobHocts (Depecrern-
Kad...) [lo uamenenmo azcopbuum MO2KHO CyAMTb 06 M3MEHEHHH COCTOS-
HUsl aKTHBHbIX LeHTPOB roBepxXHocTH. O KHHETHKe aJCOpPOLHH, B CBOIO
ouyepesb, MOKHO CyAMTb IO M3MEHEHHIO PabOThbl BbIXOJA IAEKTPOHA, Me-
TOAMKA H3MEPeHHs] KOTOPOH 3aKAlodarach B caexyiomeMm (XomyHOB...,
1979). Mownokpucraar marmetura (1,5 x 10 x 10 mm) mozsepraiu mexa-
HUYECKOH aKTMBallMM LIAH(OBKOH M3 Mopomka Kapbuzaa 6opa (KpymHOCTb
44 wmxm, ycunme npmxarus 1,0—1,5 H) B tewenwe 2 mun B cyxom co-
CTOSIHUM U C BOZOH. -3aTeM ¢ 06paslia yJAaAsSAH HaCTHIbI abpasuBa M IIbIAH,
IOMEIAAH €ero B KaMepy JAAsl H3MepeHHMsl paboTbl BbIXOZA IAEKTPOHA H
(PMKCHPOBAaAM M3MEHEHHe STOro IapaMeTpa BO BPEMEHH.

JlAs u3MepeHHs aKTMBAalMM IOPOIIKOOOPa3HbIX TPOAYKTOB (2Kereso-
PYZHDbIX KOHLIEHTPAaTOB) IIPHMEHMAM MeETOJ, SK309AEKTPOHHOH SMHCCHH.
Hagecky :xearesopyaHOro KoHLEHTpaTa MoOCAe MeXaHHYECKOH aKTHBALMH B
(papOpPOBOH CTYNKE B3alpPeCcCOBbIBAAM B KIOBETY M IOMEIIaAH B KaMepy
ycranoBku (XomyHoB..., 1972) aaa usmepenus smuccun saextponos. /s
(POTOCTUMYAMPOBAaHUsI SMUCCHH MPUMEHSIAM yAbTpaduoaeToBbii cBeT. Kpo-
Me TOro, ONpPeJEASAH TepPMOCTHMYAHPOBAHHYIO SMHCCHIO, TIOSBASIOILYIOCS B
maTepuaie 1pu ero Harpese (co ckopoctbio 20 °C/mun).

HMsmepenusi cuA clienneHuss 4acTHII IIMXTbI BEAH Ha YCTAHOBKE C MeXa-
Hoxumuueckum npeobpasosarerem (Cuennenve...) Pyaubiii kommoneHT,
[TLIK Cyxonozckoro 3aBosa ¥ AMCTHAAMPOBAHHYIO BOJAY HAH pPAacTBOP,
Baarbie B cootHomenun 10 : 1 : 2, mepememmBaru B Teuenue 30 cex a0
TIOAYYEHHs] OJHOPOJHOH BAAXKHOH MacChl, KOTOPYIO ILIMAaTeAeM IOMEIIaAH B
nuAMHApHYecKHe yraybaenms aumam. 5,0 u Boeicoroit 0,5 cm. Ha Bor-
POBHEHHYIO TIOBEPXHOCTb INMXThI B KaxKAOM IIMAHHZpE CTaBHAH IO IIECTb
Kyb6ukoB Mardetura co ctoponoil 0,5 cm. Jlucku ¢ xybuxkamu nomemaru B
SKCHKATOp, IZe MOZAJEP:KHBAAH HEOOXOJAHUMYIO MO YCAOBHSIM 3KCIEPHMEHTa
armMocepy (Cyxyio uAM BAazkHy:0). | BepzieHHe TpH IOBBILIEHHOH TeMIle-
paType HsydaAM, TOMellasi SKCHKAaTop B BoAsHylo 6aHio. B ompezenennoe
BpeMs JMCK H3BAGKAAM M3 JKCHKaTopa M 3a 1—2 MuH mpoBoauru 3—5
ONpeseACHHH, HaXoJs YCPeJHEHHOE 3HauyeHHe CHAbl OTPbIBa KyGHKa OT
mmxThl. PyAHBIMH KOMIIOHEHTAMM CAY2KMAH KauyKaHAapCKHH MarHETHTOBBIH M
MeaHbIH CyAbQUAHbIH KoHueHTpaTbl (mpuroxkenue 1, crpoka 17). Kpu-
ctaarbl margetura cogepkard 98,1 % FesOy.

O npoueccax cTpykTypoobpasoBanus cyaunu, onpeaersa P, ob6pasuos
(ynpounennbix — Ha paspbiBHoi mammuxe MP-0,5-1, OCT 14-3-72, uc-
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xoaubix — Ha Becax BHII co mkanoit 20 H, pacroraras o6pasen memay
TO/ICTaBKOH Ha Yalllke BECOB M YTOAKOM, 3aKPEAeHHbIM CBEPXY, a Ha Jpy-
IyIo 4allKy ToMelas rpys a0 paspymenus obpasua). Omnpezersiau Takzke
MIPOYHOCTb ChIPbIX 06PaslOB Ha cOHpachlBaHHE /0 PA3PYIIEHHs C BbICOTHI
300 mm (cpeanee us 10 msmepenun), a B OTZEABHBIX CAy4asX — IIpOY-
Hoctb Ha yaap u uctupanue (TOCT 15137-69 u 77), nopucroctb, mrot-
vocte ('OCT 15165-77, 15053-77 ) u napameTpnbl, XapaKTepu3yIOIIHE
metarryprudeckue csoiicta (I'OCT 19575-74 u ap.)

ANabopaTopHble OKaTbIIH MOAY4aAH OGBIYHO MO CAEAYIONIEH MEeTOZHKE.
Kenesopyanbiii konuenTpat u BszKylee B 3aZaHHOM cOOTHOIIEHUH (06bI-
Ho 10 : 1) mepememmuBaru Bpyunyio uau B Kybe-cmecurere. | Ipoby mmxth
(4—5 xr, cyxylo MAM BAAHYIO) 3arpy:kaAd B cTepxsHeByo Meabhuiy (d x
1 = 0,3 x 0,45 M), rze akTHBHpPOBaAM B TeyeHHe OIPEJEACHHOrO CPOKa
(06braHO0 3—5 MuMH), 3aTeM ee IPOMYCKaAH Yepes CHTO C OTBEPCTHAMH 1—
3 MM ZAs paspylleHHs OTZAEAbHbIX KOMOYKOB. B HEKOTOpbIX cAydasx aas
TOBbIIIIEHHs] AKTUBHOCTH MEXaHOXHMHYECKOH 06pabOTKe MOJBEprard Bsy-
mee. OxomkoBanue mmxThl (c Z06aBAEHHEM BOAbI TPH HEOOGXOAUMOCTH)
npoBoAuAM Ha 6apabanHoM rpanyastope avam. 0,4 m B Tewenme 20—
30 mun. OxOMKOBaHMIO MpeAIIECTBOBAAA XOAOCTasd «3aKPYTKa» IIMXTHI,
TpecAeZioBaBIIas [IEAb CO3/aTh M YBAA:KHHTb TapHHCCaz Ha TPAHYAATOPE.
Kpynnocts 60abmieit wacti oxarbmeit coctaBasra 13—17 mm, ucnbrTbiBa-
A obpasupl auam. 14—16 vm.

O6pasipbl 06bIMHO YIPOYHSAAM B HOPMAAbHBIX YCAOBHSIX, METOJOM yC-
KOPEHHOTo TBepAeHus U ecTectBeHHOH cymkol (Aorom..., 1980, 216 c.)
[lpu HOpMarbHOM TBEpAEHHH O6pA3lbI XPAaHHAM MPH KOMHATHOH TemIepa-
type (18—23 °C) B 3akpbiTom skcukarope Haz cAoeM Bogbl. Vcrbrramms
nposoauru 4epes 7/ u 28 cyr, unorza uepes 1, 3 u 14 cyr. Ilpu ecrecr-
BEHHOH Cylke 06paslpbl YIPOYHSAAM Ha BosAyxe (OTHOCHTEAbHAst BAAK-
Hoctb 60—70 %). Yckopennoe TBepaeHHE BKAIOHAAO MPOMApPKy M IIOCAE-
Aylontylo cyliky ob6pasuop (ecTecTBeHHylo HAM ¢ mogorpesom). | Ipomapky
ocymiecTBUAH caeaytomuM ob6pasom. O6pasiibl MOMeIIAAH HAa CETKY Ipej-
BaputeabHo Harpetoro a0 90—100 °C akcukatopa ¢ BogoH, B KPbILIKY
KOTOPOTO BCTaBASIAU KOHTAaKTHbIH TEPMOMETP, BKAIOYEHHDbIH B IAEKTpHYE-
ckylo cxemy mkada, 1 3a 20—40 mun marpeBaru obpasupr g0 90—
100 °C, mnoazzaepxuBas 3azaHHyl0 TemmepaTypy ¢ Tounoctbio =2—3 °C.
Or60p npo6 sanumar 1—2 mMun u He Hapymaa pe:xsuma nponapku. | Ipo6br
okatpiueit ucnbrrbiBaru crycrss 0,25—1,0 1 mocae orbopa. [lposoamau
takxke cymky nponapennbix okartbieid npu 200—300 °C s tewenne 1,0—
1,5 4 B HermoaBuzkHOM cAoe BbicoToH 50 MM.

Tounoctp usmepenus (o zecsitu o6pasiam) MPOYHOCTH HA C:KAaTHE Xa-
PAKTEPUBYIOT CAeAyIOIMe JaHHble (COOTBETCTBEHHO AA GPHKETOB M OKa-
ThIIER): cpeHssA KBaZpaTH4HAsi OIIMOKA eJHHMYHOTO pesyibTaTa S, 1,6—
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3,4 u 6—18 %, ommbra cpeauero apudmermueckoro S, — 0,5—1,1 u
1,9—5,7 %. 3aecb muxnue npegean (A okaTbimel) OTHOCATCA K YCKO-
PEHHOMY TBepJEHHIO, a BepxHHe — K HopMaibHoMmy. /s 6pukeToB Bepx-
HUH TIpeZIeA OTHOCHTCS K MCXOZHBIM 06pasiiaM, HHKHHH — K yHPOYHEHHbIM

(Besze — aAd HopMaAabHOro TBepAeHus). PacyeTbl BeAn 1O (PopMyAaM
(Aunueckuit):
S, = (I1.2.2)
S =Su (I1.2.3)

rZ€ N — YHCAO USMEPEHHH B CEPHHU;
AX; — cpeanee apu(pMeTHIECKOE OTKAOHEHHE €JHHHYHOTO pe3yAbTaTa.
Bpiro naiizeHo, uto AAsi onpeseAeHHs IPOYHOCTH HA C:KAaTHE CO CPEJi-
HeKBaJpaTUYHOH omu6koHd He 60oree 3—6% zocraTouHo Tpex usMepeHHi
Ha 6PUKETaX U ZECATH — Ha OKATbIIIaX.
KomkyeMocTb KOMIOHEHTOB pasAMYHBIX PYZHBIX MaTEPHAAOB OLEHHBAAM
no nokasareato komkyemoctu K (Buriorun):

_ _HKB-MI' (I1.2.4)
MKB - HKB’
raze HKB, MI' u MKB — cooTsercTtBenHo HaumeHbmasi, THrpOCKOMM-

yeckas ¥ MaKCHMaAbHas KalMAAAPHAs BAaroeMkocTH, %.
Boaee wacTHble MeTOAMKH, HMCIOAb3OBaHHble B paboTe, a TaKxKe pPsZ
['OCTos ocBeruenbr B cOOTBETCTBYIOIIUX pasZeAaX KHHTH.

474



475



