B KadecTBe MNIIOCTPALHUA BOIMOMKHOCTEH NAHHOR YCTAHOBKM IIPH HCCICNOBAHRA MO~
AuMepHsanEM Ohija HaydeHa PpafEKaibHAd (OTOUMOTEMepH3aNHs GeHHAMeTaKPHIaTa.
B rabaume mpuBejeHL! HEKOTOPEIe W3 MOXYYEHHEIX KAHOTHIECKUX NAPAMETPOB PAXAKAIL~
HOl HOXMMEPH3ANEE GeHIWIMETAKPHIATA B CPaBHEHHME ¢ HMEOINHMUCA JATOPATYPHHIME
NaHHBIMH. :

B paote mcmombzosanm GemsmmmerakpANaT, HoAydeHEN m0 MeTony [10] mepesrepm-
duranmesi MeTHIMETAKPHNATA GeHIMITOBEIM cHUpPTOM; dso* 1,0420; np?® 1,5140. B rawecTse
MHHOHATOPa HCOONH30BANA MUBHTPUI A30M30MACIAHON KHCIOTH, TPHWEABL IepeKpaCcTal-
AM30BAHEEIE U3 MeTaHOWa, T. mi. 103°; mErUGHTOPOM CHyREN 2,2-Muenun-1-THKPANTHADPA-
3MJ, CBeMKEOKMCTCHHEIH M TPEAIH IepeKpPHCTALIN30BANALIA Ha xyopodopma, 1. miL. 132°.

BriBoan

1. CKOHCTPYMPOBAHA KAXOPEMETPHYECKAS YCTAHOBKA A HCCHENOBAHUs KHHCTHKR
HONEMEPH3aNdAN B H30TEPMEYECKAX YCIOBAAX, pafoTsiomad Ha OPHHOAIE (TEIIOBOTG
MOCTa», NO3BOMAKINAA POBOAUTE H3MepeHHs NAWTENBHHIX OPOIECCOB B HHTEpBajle TeM-
nmeparyp 0—200°. .

2. Flpn HCCIeOBAHAM PagUKAIBHON NoNHMepH3andu GeHSHIMETAKPANATA HA 3TOMR
YCTAaHOBKe MONyUYeHBl SKCOEPUMEHTANbHBIE AAHHBE, COBIANAIIUE ¢ JHETEPATYDHBIME.

HactuTyT XuMun ¥YpaibcKoro Tloctynuna B pexarmio.
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ISOTHERMAL CALORIMETER FOR INVESTIGATION
OF POLYMERIZATION PROCESSES

L. G. Surovtsev, M.” A. Bulatov

Summary

An isothermal calorimeter for investigation of polymerization processes has been
designed. It works on the «thermal bridge» principle and allows to measure lengthy heat
releases occurring in the temperature range 0—200°. The sensitivity of the instrument
depends on the geometric dimensions of the «thermal bridge» and the coefficient of
amplification of the thermoelectric signal of the differential thermocouple by the
amplifier.

YIAR 541.64:543.51

MACC-CHEKRTPOMETPUYECKHHA METOJ HCCIETOBAHNA
FA3OITPOHUXIAEMOCTM IIOJMMEPHBIX HNJIEHOK

. A. Heawenro, B, 4. Epomos, O, I'. Tararun, E. B, Pyxc

B nmocnepnue rofil 3HAYATENHHO BO3DPOC HMHTepeC K H3YIGHHI0 A30TNPOHHIAEMOCTER
HONAMEPHHIX IJIEHOK B CBSI3M C BO3MOKHOCTHIO IIPMMEHEHAs WX A Pas3felleHUA TasoBBIX.
cmeceit. [lapamerpamMs, XapaKTepUSYIOIUMH IPONECC TA30NPOHUNAEMOCTH, ARNATCH KOH-
CTaHTH rasonpornnaemoctd O, tudpdysun D ¥ pacTBOPUMOCTH G,

Wz auteparypst [1, 2] msBecTHBf pasmHdHBIe MeTOAH ompefencuns @, D m o, U3 Ko+
TOpPHIX HamGollee paclpocTpaneH MaHOMerpudeckuii meroi. Hemocrarkamu atoro Meroma:
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ABJAITCA 3HAYATENbHbIe morpemHocTd (fo- 100%) M3MepeHMA MaJbixX Beawudd .Q (mopag-
Ka 10~10—10~11 cud-cm/em?-cex-cx PT. ¢T.) E GoublliHe CHOKHOCTH HCCIEJOBAHUA Ha..
ofgaoM mpuGope PasnEIX 00DPAsmOB IIEHOK, OTAWYAIMUXCA Ha HECKOAbKO LIOPAJKOB IO
BeIMYMHAM KOHCTAHT [a300POHHNAEMOCTH.,

IIpnMenenne Macc-CHeKTpPOMeTPa B KadecTBe AHAJIHMAATOPA JAaeT BOSMOMKHOCTE HM3Me-
PATH KOHCTAHTH Ta30NPOHANAEMOCTH IUIEHOK OXHOBPEMEHHO OO HECKONBKHMM ra3aM B
ImgpoxoM AuanasoHe BedmemH Q (oT 10-12 g0 10~7 cm3-cujem®.cex.cm Pr. ¢T.) ¢ HOrpem-
HOCTBIO 0 10%.

HaMm CKOHCTPYRPOBAHEI M HM3FOTOBAEHLI JBe Majora0apHTHRIe NPHCTABKH K Macc-
<cmeKkTpoMeTpy. [lepsad maeT BOSMOMKHOCTE H3MepATHh kK03PPHOEEHTH TPOHHLAEMOCTH U
mupPysnn, BTOpas — pacTBOPUMOCTH. BO3MOMKHO H3MepeHHe 3THX BeJMIHH HOPH PA3NHAI-
HEIX TeMIepaTrypax ¢ HCHOJb30BAHHEM TepMOcTaTa WM cocyfa [Ieloapa ¢ XJiaJgareHTaMHK.

Onpepenenne koncrant Q, D w ¢ mo meropy [Haidimeca, Onpegesnenre yKazaHHEIX
KOUCTAHT OPOH3BOMUTCA HA NIpPHCTaBKe, NPeACTaBAeHHOE Ha pHCyHKe, a. Mccmemyemas
mIeHKa 2 33KAMAETCH ¢ NOMOIBI (PAAHIEBOro COeMUHEHAA 3 MEXAY ABYMA MeTalid-
YeCKEMHA KOJbIe00PasHRME BHICTYIIAMH.

. Igccne;(yemmﬁ ras MM cMech ra3oB MOJAETCA UePe3 BeHTHAb / B KaMepy Hepej ILIeH-
Xoit 6.

JapneHne rasa mepex MJIeHKOH H3MepHeTCH ¢ HOMOMIBIO 00Pa3LOBOTO MaHoMeTpa 8.
Jaa Toro 4TOGH UmpeOTBPATHTL pacTAMKEHHE IUIEHKM WOJ AeHCTBHEM JaBJCHHMA HCCle-
JyeMoTo rasa, mof HNieHKOH HOMeMaeTcAd KPY/KOK M3 MeJKOMOPHCTOTO IOPONOJAITHIC-
Ha 1. lna mpemoTBpallleHAs HaTeKaHHAA aTMocgepHOTO BO3LyXa MeKAY IUNIEHKOM W MeTal-
JIMYeCKAMH BBICTYHAMH LPeAYCMOTPEH BAaKYYMHEIE IINi03 4, KOTOPHH BaKyyMHDYeTcA C
woMomblo (OpBAaKyyYMHOr0 Hacoca depe3 BeHTHAL I0. [a3a W3 KaMepsl mepep NJNeHKOi
OTKaulBaeTcqa (opBaKyYMHBIM HAacOCOM Uepes BeHTHAL 7. OTxauxa upoauddyHampoBas-
@lero Yepes MIEHKY Iasa OCYL[eCTBIAAETCA BBICOKOBAKYYMHBIM TH(PPY3HOHHBIM HACOCOM
Macc-CHeKTPOMEeTPa Jepe3 BeHTHIb 11.

IKCIepUMEHTANbHO CHUMaeTCA BPEeMEHHASA 3aBHCUMOCTH Koaumdecta npopaddymmm-
POBABIIero rasa. 3a HYJEBOH OTCYeT NPHHUMAETCA MOMEHT HANYCKa rasa B HpelBapH-
TeJbHO BAKYYMEPOBAHHYIO KaMepy 6. as, mudyHAMPYIOMAiX Yepes MACHKY, BCACHIBACTCA
B Ope[BapHTeNbHO OTKATAHHEIA (alloH HATYCKA MACC-CICGKTPOMETpa, M ero KOJWIecTBO
BaMepseTcA.

“Pacaer Q mpoBoauaz no gopMyie

Q = ql/ spr,

TAe g — RoamdecTBO rasa, mpoampdyHaupoBaBmero Jepes mAeHKY 3a BpPeMA T B CTAIHO-
HAPHOM peKuMe, H-ca®; § — DOBePXHOCTh INICHKH, ¢i?; | — TONMUHA MIeHKH, CM; p —
J3BNeHOe Tasa HaJ MIEHKOMH, cx PT. CT.

Pacuer D mpomssogures mo dopmyie

D=1/68,

rae 0 — BpeMs 3afepKKH, CeK. (BPEMA 33JCPMKE OUPEfelseTcs W3 BPeMeHHOH 3aBHCH-
sMocTH Konudectsa nposadidyuauposanuIero rasa).
0 paccumThiBaeTcA no dopmyne
c=Q/D

IIpamoit Meron onpepgenenua kosfummedra pacrsopumocru. I[IpucTaBra K Macce-
CHEeKTPOMETPY RNA HeMOCPeACTREHHOrO oUpefeieHHa Kos(@HOHeHTa pacTBOPUMOCTH «
m306paeHa Ha pHCyEKe, 6. HanubpoBaHHEIM 06beM ] 3aMONHACTCA MENKO H3MeIb4eHHBIM
moawMepoM. Hocne oTkaukm o6beMa I W NOABOAAMAX KOMMYHHKANMI BEHTAAb 4 3a-
KphiBaeTcA W Uepe3 BEHTHIb J CHCTeMa 3aMOJHAETCA HCCIeXyeMbIM Ta3oM HpH ompefe-
JICHHOM [JaBJIeHHM, KOTOPOe H3Mepaerca BakyyMmerpom 7. Ilocse ycTaHOBIEHHS paBHO-
BeCHA (BpeMA YCTaHOBJIEHMA PaBHOBECHA ONECHHUBANH SKCHEPIMEHTANBHO IO 3aBHCHMOCTH
KONMIeCTBA PACTBOPEHHOrO B NOAMMepe Fra3a OT BPeMEHH) B3aKpbIBAETCA BeHTHIb § H
BaKYYMEDYIOTCA NOABOfAINMe KOMMYHHKaOHH. 3aTeM raz, HaxojAmuiica B oGbeme I,
3acachlBaeTcad B 0alloOH HalyCKa MAacC-CHEKTPOMETpPa H KOIMYECTBEHHO M3MeEpAeTCA ¢
HOMOIIBIO 3TOT0 mpubopa. ,

HoaddunuenT ¢ paccaurriraerca mo gopmymne

V— (VaH - Vrm) _7176_

VinP

e V — KoImdecTRO ra3a, oTofpanHoro M3 o0bema I, maMepeHHOe MacC-CHEKTPOMETPOM,
#ecu?, Viy — aHANATHICCKM KaaubpoBaHHEIL o6beMm I, cu®; Vipp— 06beM mieHKH, cx’;
D — JaBleHMe IPH onpefedeHun koaddHIHEeHTa PacTBOPAMOCTH, ci PT. CT.
PaapafoTaHHaA MeTOOMKA ONpefeJeHAA HaPAMETPOB MPONECCa Ta30mpOHHOAEMOCTH ¢
E}f){nueﬂennem Macc-cIeKTpoMeTpa Gblna ompoOoBaHa HA 00pasmaxX CHAKKOHOBOIO Kaydyxa
T.
KoHcTaHTEL rasonpouunaemoctu, naddysun m pPacTBOPEMOCTH ONpefeNsLIM HPU JaB-
JICHER UCCNeAYeMBIX ral3os, paBHOM 1 ara, mpm 20° s LWIEHOK TOMIMIMHOH 1 .
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Heenedyemeoid 2a3 K macc - cnexmpomem
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K macc -cnexmpomempy

Heenedyemsrd 243

CxeMbl IPHCTAaBOR K Macc-CHEeKTpoMerpy A usMepeEnit @, D m ¢ (a) m
HENOCPeACTBEHHOrO OnpefelcBad & (6):

4. 1 — NOPHCTAA MONJIOMKA; 2 — INICHKA; 8 — (UIaHNmEBOE YIIOTHEHRHE, 4 — BAKYYM-

BE m08; 5 — (QuaEOesoe YIJIOTHEHHEe (TOPOMNACTOBO# IIPOKIAIKOM; 6 — KaMepa

Iepe, nOJeHxof; 7, 9—11 — peHTUNH, & — O6pA3OBEIt MAaHOMETD; 12 — DasbeM;

6. 1 — apajggradecKait 06beM, 3aNoHeBEHBR mOJMMepoM; ¢ — rafika;, 3 — CHAbQOHHEIK
BEeHTHIIb; 4—6 — BEeHTHIHN; 7 — O0PA3mOBHI BAKYYMMETD
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KoncranTh rasonponunaemocti, Kospdnunenta naddysan m xozddumuentst

PacTBOPHMOCTH
Ta3
XaparTepHaCTUKa NMPOLIecca

TA30IPOHHTIAEMOCTH Ne o co,
Q-108, cmM3-cu/cer-cm? pr. cT. 1,9 4,7 24
D108, cx?/cen 1.3 16 12
0102, cu¥/emd- cm pr. CT.
Meron Maitreca 0,15 0,29 2,0
Ipamoit Merox 0,16 0,25 2,1

Nameperme kosdunmenta pacTBOPpUMOCTH OPOBORENA HpA faBiXeREA 50 MM PT. CT.
mpu 20°. O6BeM HcclexyeMOro monummepa COcTaBAAN 3—3.5 cmd, Vi = 4,93 cad.

B raaune npuBefeHnl pesyibTaTH ompefemesds Q, D m o mo Merogy [aiimeca m
Pe3yibTaTHl OPAMOTe ompefeleHHs O. IlonyueHnble BeMHYAHLI KOECTAHT ra30MpOHHNAE-
MOCTH COTJIACYITCA ¢ JUTePATYPHNME faHuuIMA [1, 2].

Omnbxa maMepenuit cocraBamer 10—159%. Xopolmee COBIATEHHE DPe3yILTATOR OIMpe-
Jenenns ko3dPuUOEEHTa DACTBOPEMOCTH JABYMA HE3aBUCHMBIMH MeTOJAMH II03BOJAET
cleNaTh BHIBOJ O BO3MOMKHOCTH HpHMeHeHHA 3THX METOZHK Aas ompefierenusa Q, D, o.

BoiBojTbt

1. Paspa0oTaH MacC-CIEKTPOMETPHYCCKHIT MeTO] H3MepeHHs KOHCTAHT Ta30mPOHR-
naeMocTe, gadpdysun w pacTBOPEMOCTA raz0B B HOIMMEPHBIX MaTepHanax, CKOHCTPYH-
POBaHH M M3TOTORJICHE MPUCTABKA K MACC-CHEKTPOMETDPY IJs U3MEPEHHs STHX KOHCTAHT.

2. Merommry anpoGupoBansl Ha 06pasnaX CHIMKOHOBOTO Kaydyka; IOTDPEITHOCTH M3-
Meperusa 10—15%.

Bcecooanslit H8YIHO-HCCIeROBATENBCKHA Hoctynuaa B pegaxkmuio
WHCTHTYT KPHOreHHOTO MANIMHOCTPOSHHSA 3V 1971
JINTEPATYPA

A.Peiitauarep, Inccepranus, 1967.
. B 3 p, RoHECTpyKUMORARE CBOMCTBA MIACTMACC, U3A-Bo «Xumma», 1967,

MASS-SPECTROMETRIC METHOD FOR INVESTIGATION
OF FAS PERMEABILITY OF POLYMER FILMS

D. A. ITvashchenko, V. A. Krotov, 0. G, Talakin, E. V. Fuks

Summary

A mass-spectrometric method of measuring the gas permeability, diffusion and so-
lubility constants in polymeric materials has been developed. The attachments to the
mass-spectrometer for determination of the constants Q, D and ¢ have been designed..
The measuring technique has been tested on silicone rubber samples. The values of
the solubility coefficients determined by two independent methods coincide within the
measurement error (10-15%), which confirms the reliability of the method suggested.
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