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M E X T OCVYJIAPCTBEU HUHIULBDDMH CTAHIAPT

KAYYYKH CUHTETHYECKHUE CTEPEOPEI'YJISAPHBIE

bYTAANKHOBDIE
Meroa onpeaceRus CHOCOOHOCTH K KPHCTAILTA3ATMM
IOCT
Stereoregular butadiene synthetic rubbers. 19920.15—74*

Method for determination of crystallizability

OKCTY 2209

ITocranosinenueM CocyzapcrBenroro xomurera cranfapros Cosera Mummctpos CCCP or 16 mong 1974 r. Ne 1689
JaTa BBEACHHA YCTaHOBIICHA

01.01.75

Cusaro orpanngenne cpoka aevcrsua ITocranoniemnem I'occtanaapra or 28.11.91 Ne 1834

Hacrosmui craHgapr pacHpocTpaHsieTcs Ha OyTaAMEHOBEIE CTEPECOPETYJISIPHBIE CHHTETHUYECKUE Ka-
VIYKA ¥ YCTAHABJIMBAET METON ONPEACHACHUS CITIOCOOHOCTH K KPHCTAUIN3ALINN.
CyILIHOCTh METOIA 3aKJII0OYAETCs B OIIPEJCIICHUM KUHETHKY KPUCTAJUIM3ALMHY ITPU TEMIIEPATYPE MUHYC

30 °C, ocymiecTBIsieMON TWIATOMETPUYECKMM METOZIOM, OCHOBAHHBIM Ha CBOMCTBE TIOJIMMEPOB M3IMEHATDH
TUTIOTHOCTh ITPU 0O0pa30BaHUU KPUCTALINYECKOH ¢dasbl.

1. AITIIIAPATYPA, MATEPHUAJ/IbI U PEAKTUBbI

1.1. Jlrg onpeaeieHns cliocOOHOCTH K KPUCTA/UTM3ALIMM IIPUMEHSTIOT: KpH- {
ocTrar Joboro Tvma, obecrieyupaoumil Temuieparypy MuHyc (30,010,2) °C;

TWJIATOMETP ¢ pabouuMm oOobeMoM 3—4 cMm>;

TPpYOKY XanWwbDBIpHYIO, BHYTPEHHMM JAMAMETPOM TPHOJIUIUTCIBHO
1 MM, mHo# 700 MM, IIpHCOEAMHEHHYIO HA LI de K pe3cpByapy JUIaTO-
MeTpa (9epT. 1);

Hacoc (hopBaKyyYMHBIH JIO60TO THIIA,

crupT 3TWIOBBLIN TexHudecku# o ['OCT 17299—78, nookpatieHHbBIA
YyepHWIaMHU JT100oro 1Beta (padboyass XNIKOCTD);

Bechl JiadboparopHule o 'OCT 24104—88.

(M3menennas penakuous, Usm. Ne 1).
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2. ITIOATOTOBKA K UCIIBITAHMIO

B pe3epByap npeaBapUTEJIbHO B3BCIIEHHOTO C ITOIPeIHOCTBIO HE OoJee
0,0002 r gunatoMeTpa IUIOTHO YKJIAIbIBAIOT HEOOMBIIMUMU KYCOUYKAMU Kay-
qyK, B3STBIA OT OOBEOAUHEHHOW IpoOBI, MNPUIrOTOBJIEHHOH No 1. 4.3
['OCT 27109—86, U cHOBa B3BEIIIMBAIOT C TOM X€ MOIPEHIHOCTHIO. d 0

[Tomamep momkeH ObITh Ge3 1Op, IIPK X HATMYMM KaydyK MPEABAPUTENILHO 7 _ pepxusst pachmMpeHHAas 4acTb
npeccytor ox, ganenneM 100—150 kre/cm? B wyrkepHoi dopme mpu (100+5) °C  kanwusiproit Tpy6Ku; 2 — Karui-
B TedeHue 20 MUH, ITOC/IE Yero, He CHUMAs! JABICHUS, OXJIAXIAIOT 0 KOMHATHOi 'UIPHas Tpybka; 3 — pesepByap -
TeMneparypbl. B 3anomHEHHBIH pe3epByap BCTARIOT KAMMAUIIPHYIO TPYOKY, TATOMETpa; 4 — OTPOCTKM
numeg Koropoil cMasaH BakyyMHOHM cMmaskoid (tuma Pamizag). Hlmdp tpyoxu Yepr. |
CIIEIyeT XOpOoILO IMPUTEPETE K Pe3epByapy MWIATOMETPA, ITOCHe 3TONO pe3epByap
U KAMMWUISIPHYIO TPYOKY HANEKHO COCHUHSIOT BMECTE, UCIIOJIb3ysl OTPOCTKM, MMEIOUIMECS BHM3Y pe3epByapa
M HA KOHIIE KAIWLUIApHOM TpyOku. JAwratoMeTp ¢ xarnUumgpHOU TpyOxou (& — Ui 9KCIIpecc-METoNa).

H3nanue odunuanbroe ' Ilepenegarka Bocnpemena

* Uzdanue (uronv 2000 2.) ¢ Uzmernenuem Ne 1, ymeepxucoennwvim 6 cenmsabpe 1992 2. (HYC 12—92)
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3allOIHEHUE OWIaToMeTpa paboyer XKUIKOCTHIO MOXET OCYILECTBIISITECS IBYMS CIIOCOOaMHM:

a) IUIATOMETD BAKYYMMPYIOT B TedeHue 10—15 MUH nipu nmoMolu (popBaKyyMHOI'0 HACOCA, ITOCIE
3TOrO MOJ BAKYYMOM BBOZISIT B HEro pabouyrd XMnKoOCTb.

CxeMa ycTpoUcTBa TSI 3aITOJIHEHUS JUIaToMeTpa pabodell XXMAKOCTHIO MMpeICTaBIeHa Ha YepT. 2;

CxeMa yCTpoMCTBA /A 3aN0/HCHESA THJIATOMETPAa padovel KuJIKOCTbIO

1 — Hacoc QopBakKyyMHbIH; 2 — TpYOKM pe3HHOBBIC; J — Mpobka
pe3iHoBasd; 4 — KI0BeTa ¢ paboucit XHAKOCTBIO; J — AWIATOMETD

Yepr. 2

0) WIs1 3KCIpecc-MeToNa UCMOAB3YIOT AwiIaToMeTp (4epT. 16), KOHCTPYKIIMS KOTOPOro NO3BOJSET
VCKJIIOYUTh BAKYyMUPOBaHHUE.

B sTOM ciiyyae guatoMeTp 3alIONHAIOT CIICOYIOIUM OOpa3oM:

pe3epByap AWIATOMETpPa C UCIBITYEMBIM IOJIHMMEPOM MO0 KpAacB 3AIIOJHSIOT paboyeil XKUIKOCTHIO.
KanmuuisipHy1o TpyOKy OCTOPOXKHO BCTABISIOT CBEPXY, ITPU 3TOM XUIKOCTH MOJAHUMAETCS MO KaITUWUIIPY.
B paciuvMpeHHYI0O BEpPXHIOIO 4YacTh KaNWUISIpHON TpYOKH AOAMBAIOT Ppaboyyid XUIAKOCTh, IIOCIE 3TOIO
pe3epByap AWIATOMETpa HarpesaloT Ha BOASHOM OaHe OO TeX IIOp, IMOKa XWAKOCTH B KaMWLIdpe He
COCIUHUTCA C XMIKOCTBIO, HAXOIAILEHCS B BEepXHEM YacTHU Karuusipa.

[Tepen HavanoM oIIbITA 3aMOJHEHHBIN JIOOBIM criocoboM awiatoMeTp mporpeparotT mpy (50—33) °C
B TeueHUe 30 MHUH JUIA NOJHOIo MCKITIOYEHUSI KPUCTA/UIMYECKON (a3nl B obpa3sle.

L1t oTcueTa ypoBHS paboyel XKUIKOCTH Ha KaMWIISIPHOM TpyOKe 3aKpeIUIAIOT TOJABIDKHYIO JTUHEUKY
mwaHo#t 30 cM ¢ 11eHoH meneHus 1 MM.

(N3menennaq penaknug, M3m. Ne 1).

3. HPOBEAEHUE MCIIBITAHUA

3.1. JdunaroMerp roMewiaroT B paboyyro KaMepy KpUOCTaTd, B KOTOPOM IIpEABAPUTEIBLHO YCTAHAB-
nuBaloT Temnepatypy MUHYC (30,040,2) °C 1 BRImepXUBaAIOT NIPHU 3TOH TeMIlepaType B TedeHue S—10 MuH.

[lonBuXxHyIO JUHEHKY IIepeMENIaloT BIOJbL KAIMWUISpAa O COBMEIUEHUSI HYJICBOTO JEJEHUSI C YPOBHEM
XUAKOCTA B Kamwuisgpe. B Xxoze npolecca KpUCTAUIM3AUMU YpOBEHb XUIKOCTH IMOHMWXaeTcst. Uepes
Kaxmbie 10 MM M3MEHEHHMS YPOBHS 3aIIMCHIBAIOT BpeMs OT Hadaja HY/JeBOIro OTCYeTa YPOBHSI B MUHYTax M
€ro IOJIOXKEHUE B MIWIIMMETpPAX 10 TeX MOp, ITOKA YPOBEHb HE IEepeCTaAHET U3MEHATHCA.

(U3menennan pesaxkousa, M3m. Ne 1).

4. ObPABOTKA PE3VYJ/IbTATOB

4.1. OTHOIIEHUE YMEHBIICHUS YOeHbHOro obobsema (AFV), MpOUCXOAAIIEr0 B KAYUYKAX 3a CYET KpHC-
TAJUIM3aIlMUA, K MEpBOHAYAJIbHOMY 00BneMy (V) mpH IaHHOU TeMmepaTtype B MPOLEHTAX BBIYUCISIIOT 10
dopmMmyne

AV _mn-d*.p-An-100
v am[1<B0-1)] ’

rne d — JUaMeTp Kanwuisipa, MM;
p — TUIOTHOCTh 06pasiia mpy¥ KOMHATHOM Temmneparype, pasHast wist kaydayka CKII 0,91 r/cm?;
A h — U3MeHEeHHE BBICOTHI CTOA0A XUIKOCTH B KaTWUISIPE, MM;
m — Macca roJjimMepa, r;
B — TeMmniepatypHbIil KoagduLeHT 00beMHOro paciupeHus odpasna mis kaydyyka CKI, paBHbIi
6,6-10—* rpag—!;
t,n — TEMIIEpaTypa, IIPU KOTOpOoM NpoBoIsT onbIT (MUHYC 30 °C).
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AV
OTKJIH,IIbIBaH BbIYHUCJICHHBIC 3HAYCHUSA 7 B ITPOILICHTAX 110 OCH OPAHUHAT U BPpEMs OT Ha4dJid HYJICBOTO
OTCYETA YPOBHS B MUH I10 OCH aOCLIMCC, ITOydaeM KPHUBYIO, OO1IMI BUJ KOTOpOH NMpHUBEAEH HA 4epT. 3.
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Yepr. 3

CnocoOHOCTh MOJUMEPOB K KPUCTAUIM3ALUY XapaKTepU3yeTcs TpeMs BeJIMYMHAMU. MaAKCHUMAaJIbHOM
ckopocTeio (V) B INpolleHTax/4ac, mmosuynepuonom (¢ !/, ) B MUHyTax B mIyOMHOM KpucTtawmusauuu (H) B
[IPOLICHTAX.

MakcumMmanbHasi CKOPOCTb KPUCTAJUIM3ALMM OIpeneaseTcss KaK tgo HAKIIOHA KAaCaTeJIbHOH B TOYKE

neperuda KpuBoi a (9eprt. 3). OTpe30K BpeMEeHH, HEOOXOAMMBIHN JUIsT JOCTHKCHUS MAaKCUMaJIbHOM CKOPOCTH
KPUCTALIH3AUMH, ¢ !/, COOTBETCTBYET BpeMEHH IIOAYIEPUONA KPUCTAUTM3ALMM Kaydyka IIpH JaHHOM
TeMITEpaType.

3a rMyOMHY KpUCTAUIM3ALMM IPUHUMAIOT YABOEHHOE 3HaYeHWe HW3MeHeHUsI oObheMa K MOMEHTY
DOCTHXEHUA MaKCHUMAaJILHOU CKOPOCTH KPHCTAJUIU3ALIUH.
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HPHIOXEHHUE

ITPUHIIHNIINANTBHAS CXEMA KPUOCTATA, ITPUMEHSAEMASA JJISA OHIPEAREIEHNUA CIHIOCOBHOCTH
KAYYYKA K KPUCTAJUIN3AIIIA

s onpeaeneHus CIIoCOOHOCTH KayuyKa K KpUCTAUIN3ALlMM PEKOMEHAYETCS MCII0/b30BaTh HU3KOTEMIIEpATYP-
HbIH KpHOCTAT HOJyaBTOMAaTUUYECKOTO OeHCTBHA, NO3BONSIOIMI BECTH JIMTECABHBIC AUIATOMETPHUYCCKUC U3MECPCHUS
OOHOBpPEMEHHO IS ASCATU 00pa3lioB OMHMEPOB.

Temriepatypa B paboucit KaMepe KpHOCTaTa perylIMpyercs ¢ nmorpeliHocTeio +0,2 °C B npeacnax or MuHyc 60 ao
rtoc 20 °C.

Ha ueprexe npencrasieHb o0111as1 ¥ 3JIeKTpUUYecKasi CXEMbl YCTAHOBKHM VI ONIpedeIeHMs CIIOCOOHOCTH KaydyKa
K KPUCTAJUTU3AIIUN.

YcTaHOBKA COCTOHUT M3 TPeX OCHOBHBIX YacTed: pabouer KaMephl I, BCcrioMoraTeasHoro cocyiaa /4 U Xononwib-
HHKa /1.
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[IpyHiuvn geiicTBug npubopa caenylONIMA: 3TWIOBBIA CIIUPT, OXJIaXINEHHBIA B XOJNOAWIbHMKE IIpH IIOMOILIH
Hacoca 13, Haxoas1erocsi BO BCIIOMOTAaTe/IbHOM COCYIE, IIEPETOHSICTCA B pabouyio KaMepy KpHOCTaTa, Ilie IIOMEUII0TCs
pe3epByaphl JWIATOMETPOB, 3all0JHECHHBIC MCCICOyEeMbIM BelllecTBOM. JdnaroMeTprl cHabXeHhl IuKanaMd 4 M yKpen-
JIeHBI B NMpoOKax 7 Ha KpOHIITEHHEe 6, YCTAHOBJIEHHOM Ha cTOMKe &.

Pabouasa ¥ BcrioMorarenbHas KaMephbl NPeAcTaBIsI0T co00oi IIWIMHAPpHUYEeCKHE cocyanl JIbioapa BMECTUMOCTBIO
okosio 3 am3 xaxaeii. Paboyas xaMepa 3akpbIBAcTCH TEKCTOMUTOBOI NpoOKoil, B KOTOPYIO BMOHTHpOBaHa MeLIaiKa
15, cnyxamass st BeIpaBHUBaHMA TeMIleparypbl. B npobGxe MMeercss TpHMHAALaTh OTBEPCTHM;, U3 HUX HCCATH IS
IWIATOMETPOB J, IBa AIA KOHTAKTHOTO 2 H KOHTPOJIBHOTO 3 TEpPMOMETPOB H OOHO A1 chidoHa 10.

BcrioMoraTensHbIN COCcy/l TAKXKe 3aKPphIT TEKCTOIMTOBOM NMpoOKOoi, Ha KOTOPO# 3aKpeIUIeH UEHTPOOEXHBIM Hacoc
13. XOMOIMNBHUKOM ITpHOOpa CAVXHUT TEIUIOM3O0JIMPOBAHHBIA MEAHBIA COCY] BMECTUMOCTBIO 6 JI, BHYTPH KOTOPOIO
NMOMELIEH MeAHBIM 3MEeBMK. B XONMOMWILHMK, NPUMEPHO HA OAHY TPETh 3aIOJHECHHLIA CIIMPTOM, 3arpyxaeTcs
U3METbUCHHAs TBEpasl YIVISKUCIIOTa B XOJIMYECTBe 3—4 K, KOTopasd XOpOLIO CMa4yMBaeTcsi CriMproM. Takoro 3arnaca
YIIIEKHUCIOTHI JOCTATOYHO Ha 8--9 4 HenmpephIBHOM paboTH npubopa. Pabouyag u BcrioMoraTenbHasgs KaMephl, a Takxke
3MEEBHK, 3aIOJIHEHH! 3TWIOBEIM CIIMPTOM.

B Hauane omnbiTa KOHTAKTHHIM TEPMOMETD YCTAHABIMBAETCA Ha HYXHYIO TEMIIEparypy, 3aTeM B 3JIEKTPHYECKYIO
Henb BKIIIOYaercss MOTop 9, npuBoOIAIinii B AciicTBME HAacoc M Memanxky. CrniMpr, oxXiaXaeHHbili B 3MeeBHMKe 12,
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HAYHHAEeT IepeKauyuBaTbcd B pabouyio xkamepy. M36miTOK cripra B Kamepe [ yepe3 cudoH /0 mnepeausacTcs BO
BCIIOMOTATeNbHYI0O KaMepy I4. Bo BpeMs 3Toro mpoiecca Iipm IOMOIUM MelIaikKd 15, COCOMHEHHOM ¢ MOTOpPOM 9,
IIPOUCXOOUT BBIpABHMUBAHUE TEMIICPATYPHl B paboyecii xaMepe.

ITo nocTxeHuy B kaMepe TpeOyeMOil TeMIepaTyphl 3JeKTpydecKas 1ieITb pa3MBLIKAeTCsd M C NOMOLIbIO pene P
BBLIKJIIOYAETCS MOTOP, YIPM 3TOM Hacoc ¥ MEIaNKa OCTaHaBIUBAIOTCS.

OxnaxaeHue paboyero pescppyapa or TeMIieparyps! mwnoc 20 go MuHyc 60 °C IpoUCXOaANT NPUOIU3UTENBHO 3a
15 muH. Pacxona AByokucH yriaepona He npeBriuiaeT 9—10 Kr B CyTKW npH HenpepbIBHOM 3KCIUTyaTaly IIpHbopa.

(N3menennas penakmusa, Msm. Ne 1).
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