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Omnucan umnynscHbiit MeTog AKP i naMepenusa BHYTPEHHUX HANPSKEHME B OTBEPXAEHHBIX STIOKCHAAX
(xoMnayHpax). M3y4yeHs! yCnOBHS HCHONB30BAHHSA YACTHIL 3aKHCH MEIH B Ka4eCTBE HHIHKATOPAa RaBEHHIA.
IMpusepenn! pesynsTaThl AKP usmepenunii BHYTPEHHUX HANPSOKCHHI HA MPMMEPE KOMNTAYHAOB, NOJNyYeH-
HBIX Ha OCHOBE 3MOKCHHBIX onuromepos IX]I, D[1-20 u OTBepAUTENA MONUI THNEHIIONHAMHKHA.

BBEJEHHUE

H3aMepeHHe OCTaTOYHBIX H BHYTPEHHHX HaIps-
XKEHHI B TBEPHOM Telle HMEeT GONblIoe 3HAUEHHE
RN H3Y4YEHHSI M3HOCOCTOMKOCTH H MNPOYHOCTHBIX
CBOWCTB KOHCTPYKUHMOHHBIX NMOJUMEPHbIX MaTepHa-
n0B. CyIIeCTBYIOT pa3iu4yHble METONbI H3MEPEHHHA:
onrryeckuit Mmerop oroynpyroct [1], akycradec-
Kasl TeH3oMeTpus [2], auanekTpadeckmii MeTox [3],
meton PCA [4]. Ho st MeTopaEKH 3¢ (peKTHBHEI B
OCHOBHOM JJIs1 OfHOPORHBIX H NMPO3pavyHBIX MaTepH-
anos. Meropx AKP pgna m3aMepeHHst ycafO4HBIX Ha-
OpsiKeHAH Obl BIEPBBIE HCNIONB30BaH B pabdote [5],
HO MPaKTHYECKOrO IPUMEHEHNs He Hallell.

Pa3pa6oTKa HOBbIX HMNYJbCHBIX MeTofoB SAKP
(6] mo3BonmEna 3¢peKTABHO HCHONL30BATh €r0O [MA
A3MepeHNs BHYTPEHHHX HaNpsXKEHNi B KOMIIayHAax
H KOMIIO3HTAX.

KoMnozungonssie MaTepuanbl Ha OCHOBE 2NOK-
CHIHBIX CMOJI IIAPOKO PaCpOCTPaHEHb! B MPaKTHKE
JUIsi B3TOTOBJIEHAS KOHCTPYKIMOHHBIX MaTEpHAJIOB
u n3nendi. KoMnosungonnsie MaTepuansl ¢gpopmu-
PYIOTCS H OTBEPKAIOTCA NPH TeMIeparypax Golnee
Bbicokmx (100-200°C), yeM TeMnepaTypa Bx 3KCILY-
aTal@d, YTO HEeM3GEeXHO NMPHBOJHT K BO3HHKHOBE-

1 PaGora BhImONHEHA npu ¢uHaHcoBoit nmoaaepxxke Poccuiicko-
ro ¢oHfa ¢yHaaMeHTaNbHbIX HCCACROBaHHA (KOA npoeKTa
97-03-33267a) m MeXayHapoRHOTO HaY4YHO-TEXHUYECKOTO
neHTpa (nmpoekT 358-96).
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HHIO BHYTPECHHHX HANpsDKCHHH, KOTOpble BIOCHEN-
CTBHAHY BIHAIOT Ha NPOYHOCTHbIE CBOMCTBA MaTEpHa-
na. IMeHHO mo3aToMy Lieab Hacrosiieid paGoThl —
paspaborka mMmynbcHoro Meropa SIKP pns mayue-
HHS TEPMOYIIPYTHX CBOMCTB 3TOr0 Kjacca nojaaMep-
HbIX MATEpPHANOB. '

- OKCIIEPUMEHTAJIBHAS YACTb

s mccnegoBaHAA TEPMOYHPYIHX CBOMCTB MOMH-
MEPHBIX KOMIO3HIMOHHBIX MAaTEPHANOB Oblna pas-
paborana cnenpanbHas npacraska IKP k MHOronm-
nynbCHOMY cniekTpoMmeTpy SAIMP nns mccnegosaums
TBEPABIX Tell, paHee paspaboTaHHOMY B MIHCTATYTE
npobnem xumryeckoit ¢pusuku PAH {7]. [Ipucraska
oGecnieynBaeT pabory SIMP-cnekTpoMeTpa B Yacror-
HoM amamaszone 22-30 MI'm u pns mpoBepenms
SIKP-3kcnepaMeHTOB Ha sigpax $°Cu.

OcHOBHbIE TEXHHYECKHE XAPaKTEPHCTUKH MpH-
60opa: MOIHOCTHL B AMNynbce 3 KBT, YyBcTBUTEND-
HOCTb mpueMHHKa 2 MKB B mosoce 20 xI'u, Bpems
BOCCT2aHOBIIEHHS 3 MKC, YaCTOTA PErACTPALAE TOYEK
carHana 1 MI'n, pa6oyas gUTENBHOCTh HMIYJIbCA |
5 MKc.

IHpunyun uamepenuli

B mccnenyeMblit 06beKT BHOCHIH KPACTAJIHYEC-
KO€e BemlecTBO (MHAHKATOP JaBleHHIl), cofepxaliee
KBaJIpYNONbHbIE SPA C XOPOIIO PErHCTPHPYEMBIM
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carranom SIKP. TIpu 803HEKHOBEHHH B 06 beMe BHY-
TPEHHHX HaNpsDKEHHA MAaTPHIA, OKPYXalolias BBE-
AEeHHOE KPHCTAJIMYECKOe BEIIECTBO, OKA3bIBAaeT Ha
'HEro AaBJIEHWe, ITO MPHBONHT K CABHTY PE3OHAHC-
Ho# 4yactoThl AKP-cHrHajla OT 3TOrO BEIECTBA.
Ecnn gasneHne ORHOPOAHOE, T.€. OMAHAKOBOE HA BCE
YacTHLBI, CHBHT pPE3OHAHCHOM JIMHUHM TPOMCXOMNMT
6e3 ee yumpenns [8]. YacToTHbI# CABHAT HEHTpa TH-
xectn nuHuA IKP cooTBETCTBYET cpeiHeMy faBlie-
HHMIO, KOTOPOE MCOBITHIBAIOT YACTHIBI HHAHKATODA
AaBieHHil B HCccneayeMoM obpaste (OfHOpORHas co-
CTaBIAIONIASA aBNCHARA).

Ymapenue manun AKP nokassiBaet, HACKONBKO
JIOKAJIbHBbIE 3HAYCHHS aBJICHHA OTIAHYAIOTCH OT €€
CpeHero 3Ha4YeHus (HEONHOPORHAsl COCTABISIOIIAs
HaBJICHHAR).

Buibop unduxamopa dasaenuii

BemrecTBo, ACMONb3yeMOe B Ka4ecTBe HHAKKATO-
pa RaBNeHnil, IBAsAETCA PaKTHICCKA HANOJHATEIEM
AAS 3MOKCHAOB M JOIKXHO COOTBETCTBOBATD CIEAYIO-

HNmets xopomo peractpupyemsbrit AKP-carman
Jaxe TOIfa, Koraa o6’beM HHIEKATOPa JaBICHHM CO-
CTaBIsET HECKOJBKO MPOIEHTOB OT o6beMa OT-
BEPXKACHHOTO 3MOKCHNA.

[JonxHa ObITH 3HAYATENAbLHAA (KEJIATCNABHO NA-
HelHast) 3aBECHMOCTD YacToThl AKP carnana mHin-
KaTopa AABJICHU# OT MPATOKECHHOrO KABJICHHA.

BemecTBo HHAAKATOPA NABICHUIA HE JOMKHO XH-
MHYECKHA B3aHMOJIEHCTBOBATh C MATPHLEH 3MOKCHNA.

KoadpdpumuenT Tennosoro pacimpesus HHAAKA-
TOpa AaBJECHAR JOKEH COOTBETCTBOBAThL K03thu-
IEEHTY JIMHEHHOTO TEIUIOBOrO PacIIEpeHAs Ha#n6o-
Niee paCHPOCTPAHEHHBIX HANONHHTENCH B KOMIIO3H-
TaX Ha OCHOBE IMOKCHTHBIX CMOJL.

Han6onee nepcrneKTHBHBIM BEMIECTBOM AJS HC-
ONIb30BaHUs B Ka4eCcTBe HHAMKATOPA JaBJICHHAMN BbI-
6pana 3akuck Mead Cu,O (pesoHancHoe aapo $*Cu).
AKP-ciekTp 3TOro BellieCTBa COCTOHT M3 ONHHOY-
HOM JIMHWHA Ha YacTOTe OKoJao 26 MI'y mpu KOMHaT-
HOH TeMnepaType C €eCTeCTBCHHOH MHAPHHON JMHHR
11 xI'n. 3akncs Mepd XEMHYIECKA HHEPTHA K NONH-
MepHO# MaTpHIie ¥ cTabHAbHA PH TEMIIEPATYPaX A0
1200°C, KoadpuumeHT TeIIOBOro pacHiMpeHns

EPMOIJIAEB u gp.

Cu,0 cocrasaser 6 x 1078 K1, yro coorsercrayet
K03(hPHAIHEATY MTHHEHHOrO TEMIOBOrO PACIIHPEHHS
HanGoNee pacpOCTPaHEHHBIX HANOTHATENEH B KOM-
MO3UTAX HA OCHOBE 3MOKCHAHBIX cMOJ (rpadwr,
CTEKJIOBOJIOKHO). 3aBHCAMOCTE PE30HAHCHOM 4acTo-
o1 IKP-cHraana or gasjicHEs TEACHHANA, NOCTOSIHHA
B LIMPOKOM HHTEPBANiE TEMNEPAaTyp W paBHa
(dv/dp)r = 3.1 kT'n/xr MM2.

B akcnepEMeHTe M3MEpsANE AaBIEHHEE, KOTOPOE
HCOBITHIBACT YaCTHIIA HHAAKATOPA AaBlIeHus (MOMH-
kpacrauibl CuyO pasmMepoM nopsaka 1MKM) co cTo-
POHBI MATPHIbI KOMIAyHAA (HA OCHOBE SMOKCHAHOMN
cmonbl DX]I) B pe3yibTaTe TEPMHAYECKOTO CKATHA
o6pa3sua (axnTepsan temneparyp —20...+100°C).

Hssectno (8], uro adperT A3MEeHCHEsT pe3oHaHC-
HO# 4acTOThI, OOYCIIOBJICHHLIA H3MECHEHHEM TEMIIEPa-
TYpbl, CYIECTBEHHO TMPEBbImAET 3PEKT 3aBACAMOC-
TH YacTOTHI OT fjaBncHus. [ToaToMy B TepMocTaTHpye-
MOM [aT4MKe IIPH OHOM H TOH Xe TeMIiepaType
peructpapyetca curHan JKP kak ot mccnegyemoro
o6pasija, Tak B OT 3TaNoHa (ToT Xe nopomok Cu,0,
HO He BHeApeHHbIA B 3nokcHp). [Tocne aroro ompe-
BeJIACTCA CABHAT O 9aCTOTE M yImHpeHre aauun SKP
B o0pasie SMOoKCHAa no cpaBHeRHmIo ¢ jyuamel AKP
stanona. Pynkumsa popmol marmm carHana AKP or
nccnegyemoro oGpasua [9]

F(0) = G(w)H(w), (1)

rae G(®) — PpysxroEs ecrecTBeHHOH HOPMBI THHHH
Cu,0, H(®) — dynxuns ynmpenns muaud IKP, o6yc-
JIOBJICHHOTO BHEIIAEME (haKTOpaMH (B HAIIEM CIy-
Yyae BHCIIHAM JaBJICHAECM).

Bropoii MomenT ¢pynakumr H(®) [10]
M,(H(®)) = ImzH(m)dm )
onpepensieT CPe/HeKBafpATHYHOE 3HAYEHHE BHYT-

PEHHEro JjaBJicHus B 00pasile.

dynxnun G(w) 7 H(®) XOpoIIo OMACKIBAIOTCS ra-
yccoBoil pyHKuHMedH, muprHa THAEE F(®) 7 G(®) Ma-
N0 OTJAAYAETCHA, NOITOMY IS BBIYMCICHHS yNIHpe-
Hust nEHAn SIKP MOXHO BRCIONbL30BaThL HPOpMYITy

My(H(0)) = My(F(@)) - My(G(@)) )
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PE3YIIBTATH U UX OBCYXIEHUE

Pe3ynbTaThl TemnepaTypHOH 3aBHCHMOCTH 4ac-
TOTHOrO cupura nuHud SKP-curHana mHmEKaToOpa
RaBeHuH, BBEJEHHOO B ANOKCHHyt0 cMony DX (on-
HOPORHOE [JaBNICHHE), AN O0pasLioB C pa3IMIHON KOH-
LeHTpalMel HHARKATOPa JaBlicHAN NPHBENCHbI HA
prc. 1. Kak BHRHO, IpH KOHIEHTPALMY HANONHATES
Hmke 20 06.% oHOpOoAHOE AaBNeHAE B HANQIHEHHOI
CHCTeME MPAKTHYCCKH HE 3aBHCHT OT KOBHEHTpALIH
HHAHKATOPA JaBNEHMA.

HeopHopopHash 4acTb BHYTPEHHEro [aBIEHHA
PacTeT HE3aBHCHMO OT KOHIICHTPallHA JaCcTHI| HH/IH-
KaTopa fasneHui (puc. 16) H MOXeET 6bITE OOYCIOB-
NeHa CNeAyIOmAMA NPHYNHAME.

OvueHb Manblif pa3Mep YacTHI] NPHBOJAT K BO3-
HHKHOBEHHIO Pa3BHTOH NOBEPXHOCTH Ha IPAHHLE Ya-
CTHLIa—KOMIIayHJl, KOTOpas MOXET CYLIECTBEHHO
BIHSATh Ha NPOTEKaHHE pPeaKUHH nonnmepmamm
NpH OTBEPXKAEHHUH 06pa3sna.

Yactuupl uMeroT Hecheprueckyio popMy, B pe--

3yNbTaTe 4€ro pa3NuyHe 3HAYCHUH KOMIIOHEHTOB
TEH30pa HaNpsKeHBs: CIOCOGCTRBYET NMOABIECHHUIO He-
OHOPOJHOTO HaNpsKEHHst BHYTPH OTAENLHO# vac-
THIBL.

JlokanbHble HapyIICHES CTEXHOMETPHYECKOrO CO-
OTHOIHEHWsE MEXRY CMOJIOH H OTBEPAMTENEM ITPHBOJIHT
K JIOKaJNLHOH HEOJHOPOIHOCTH YIIPYTHX CBOHCTB MaT-
pHIBI KOMOAYH/A U, KaK CJIE[CTBHE, K TOKaNbLHOH He-
ONHOPOJHOCTE BHYTPCHHHAX HaNpsDKCHAH B o6paslie.

YacTunbl AHRAKATOPa JaBJleHAHA NP BHECEHHH B
' KOMIIAayHJ{ 3aXBaThIBAlOT ¢ co6oii Bo3ayx. O6beM
BO3[1yXa, BHOCUMbIH YacTHUEH, CYIIECTBEHHO MEHb-
me o6beMa camoli yacTHLbE. [103TOMY KOHIIEHTpa-
IS PEMECH (4aCTHUBI + y3bIPHKH BO3[{yXa) B MaT-
pHIe CyIIeCTBEHHO HE MEHAETCA NPH KOHIEHTPALHH
AHIHKATOpa faBiecHA#R MeHbie 20 06.%.

TpeThbs NpHYAHA YCTPAHAETCA TIIATEAbHBIM IiE-
peMeLIMBaHAEM CMONbI H OTBEPRHATENSA JO BHECCHHAS
HHHAKATOPA NaBJCHAN. B CBA3M ¢ HE3aBHCHMOCTHIO
pe3onaHcHou 4dactorbl SIKP-cursana or paBneHms
RaBlICHHE HA YacTHIy CO CTOpPOHbI MaTpHILbI HE
TOJKHO 3aBHCETh OT pa3Mepa 4acTail. JIng nposep-
KH 3TOTO YTBepKAeHAA ObLI NPOBENICH IKCIEPHMEHT
IO H3MEPEHHIO ORHOPOAHOrO AABJICHHA NPA H3IMEHE-
HEE TemnepaTypel B cMone OX]I ¢ HHEHKaTOpOM
[aBJICHHN, COflep>KAIMM YaCTHIIbI Pa3HOrO pa3Mepa.
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Av, xI'y

L L L I

-20 0 20 T,°C

Puc. 1. TemnepatypHas 3aBHCHMOCTb YaCTQTHOTO
capura nuxuny IKP nonukpucranmayeckoro Cu,0,
BBECHHOIO B 3noKcuAHYyIo cmony IX]L. a — ogHo-
ponHoe RaBneHue, 6 — HeogHOpoAHOoe. KoHUeHTpa-
UUs HHARKaTOpa faBieHuit 5 (1), 10 (2),203) u
60 06.% (4).

YacTausl pa3geisad MO BpEMEHHM OCaXJACHHS B
BOJie C MOCIEAYIOMEM H3IMEPCHHEM pa3Mepa Ocax-
feHHO# ¢pakumm nox MEKpockonoM. Ha puc. 2
MpeACTaBlieHbl TeMIepaTypHble 3aBACAMOCTH OffHO-
POAHOro gaBNeHHS B 06pa3Hax ¢ pa3MepoM YacTHI
3-6 u 10-15 MxM. HecoBnanenne kpuBbix puc. 3 yKa-
3bIBaeT Ha TO, YTO B IAHHOM CJIy4Yae peaA3yeTcs Me-
XaHH3M YIIMpEHHs, CBA33HHbIH C BAMAHACM HOBEPXHO-
CTHREIX 3¢h¢eKTOB Ha rpaHulie YacTHibi-KoMIayH. O6
3TOM CBHICTENLCTBYET HEKOTOPOE Pa3iNyHe TeMIepa-
TYP Nepexofia B BbICOKOINACTHYHOE COCTOSHEE, Ofpe-
fenseMoe MO HCYE3HOBEHHIO HaNPsDKeHus B 06pa3iiax.
Heopsopontoe paBlieHHe TaKXe BO3pacTaeT NpH
NOHHXEHHH TeMnepatypsl o 3.8 (kpusas /) u go
4.6 xr/vmmM? (xpuBas 2).
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* Pnc. 2. TemnepaTypHas 3aBHCHMOCTb OFHOPOJZHOTO
JaBJIEHHUA B YaCTOTHBIX eguHuuax B cMone DX]I ¢
HamoJNHuTeNeM. Pa3mMep yacTHll KHAMKATOpa AaB-
neunit 36 (1) u 10-15 mxm (2).
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Puc. 3. TeMneparypHas 3aBHCHMOCTH Of{HOPOJHOTO
(a) u HeogHOpPORHOTO (6) AABNEHHS B YACTOTHBIX
eqMHMLAX B 06pa3Lax Ha OCHOBE MOKCHAHOM CMO-
nei 3]1-20.

Pasnuume MexXny HEOHOPONHBIM H OFHOPOXHbBIM
RaBJICHAEM MEHBIIIE B CIIy4ae pa3fielicHAS HHIHKATO-
pa faBJieHHi O (PpaKUHsIM.

WHo# MexaHU3M BO3HHKHOBEHHs! BHYTPEHHHAX Ha-
NpsDKeHUil peanu3yeTcs B CHCTeMe HHAHKATOp [aB-
JNeHUA—3MOKCHN, MOJIy4EeHHBbIA Ha OCHOBE CMOJbI
3O-20 u oTBEpAUTEN NONASTHNCHIIONRAMAHA TIPH
100°C (puc. 3). IIpu Temnepatype Beime 50°C opHO-

BBICOKOMOJIEKYIAPHBIE COEMUHEHHUSA  Cepus B Tom 40

EPMOIJIAEB u np.

PORHOE MaBlICHAE HE MCHAETCA C H3MCHCHHEM TEM-
nepaTypbl. DTO 03HAYAET, YTO MAaTPHIa NpeGhiBaeT
B BBICOKO3JIACTHYHOM COCTOSIRMH, B e€ MORYJib IOHra
CIHIIKOM MaJ, YTOGhI TepMAYecKoe CXaThe NpHBE-
70 K CYIeCTBEHHOMY H3MeHeHHIo faBinenns. ITocro-
SIHHOE OHOPORHOE AaBlieHHE CBA3aHO, MO-BHAUMO-
MY, C YCaKO#l BO BpeMsl MOJTHEMEPH3alAH.

B mnTepBane remnepatyp +50...—20°C naBnenne
MOHOTOHHO BO3pACTaeT C YMEHbIICHHEM TEMITEPATY-
Pbl, OHAKO HEONHOPOAHAS 4aCTh aBJICHAS MPAKTH-
9ecKH He m3MeHdeTcs (puc. 36). TO 03HAYaAET, YTO
Ha pa3Mepax NMopsafka pa3Mepa YacTHll MPOHCXOAUT
BHIpAaBHEBAaHWE BHYTPEHHAX HANPSKCHAM.

Humxe —20°C MaTpHIa CTAHOBHTCS XXECTKOH, 4TO
NPHBOAMT K PE3KOMY YIIMPEHHIO PEe30HAHCHOM NH-
HHH.

3AKIIIOYEHHME

[Ins mccnegoBaHAA BHYTPEHHAX TEPMAYECKHX Ha-
NpsDKEHHH, BOSHAKAIONIAX B KOMIIO3HIHOHHBIX Ma-
TepHallaXx Ha OCHOBEe 3MOKCHOHBIX cMoi (DX]I,
3]1-20), MOXeT GbITH HCIIONBL30BaH HMITYJIbCHBIH Me-
Ton SIKP ¢ mpuMeHeHHeM B KadeCTBe HHHKATOpa
HaBleHHs MOopomKoobpa3Hoi 3akuch Menu Cu,O c pa3-
MepoM yacran He Gonee 15 MkM. O6beMHas KOHLIEHT-
pauHsl BHOCAMOI'O MH{HKATOpPA AABICHUIA B HCCIEKyE-
MOM 00pastie AONXHA COCTABIATD He 6onee 20%.
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Pulsed NQR Technique for Measuring Internal Stresses in Cured Epoxides

K. V. Ermolaev, V. P. Tarasov, L. N. Erofeev, E. A. Dzhavadyan, and B. A. Rozenberg

Institute of Problems in Chemical Physics, Russian Academy of Sciences,
plo Chernogolovka, Moscow oblast, 142432 Russia

Abstract—A pulsed NQR technique capable of measuring internal stresses in cured epoxides (epoxy com-
pounds) is described. Conditions for using cuprous oxide particles as a pressure indicator were studied. The
results of the NQR measurements of internal stresses in compounds based on an epoxy oligomer (EKhD, ED-20)
cured with poly(ethylene polyamine) are presented.
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