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FTOCYAAPCTBEHHbDIA CTAHJIAPT POCCHUHCKON ¢ENEPALHUH

NMJAACTMACCHI. CONNOJIUMEPDBI BUHUJXJOPHUHIA C BUHUJIALETATOM

Onpepenetine BHHHAALETATA

Plastics. Vinyl ¢hloride-
vinyl acetate copolymers.
Determination of vinyl acetate

IIata sBegenna 1994—07—01

i

1 HASHAYEHHUE

Hacrostminii cTaHaapT ycTaHaBAHBaeT METOA ONpeAeJeHHA MpOLeH-
THOIO COJAEpKAaHHUS BHHHUJALETATA B COMOJMMEPax BHHHUJIXJOPHAA C
BUHHJIALLETATOM.

2 CYLHLHOCTb METOJA

PactBopenne npobul B OYHILEHHOM TETPATHAPOPYpaHE U THAPOJIHU3
alleTaTHBIX I'PYIIN 3TAHOJLHLIM PACTBOPOM THAPOKCHAA KaJHA.

O6paTHOe THTpOBaHHe H30bLITKA T'HADOKCHJA KaJaus CEepHOH KHCJO-
TOH ¢ NIPUMEHEeHHEeM THMOJIOBOIO CHHEro B KaueCcTBe HHAHKaTopa.

ApreHTOMBTPHUYECKOE THTPOBaHHE XJOPHCTOI'O 30A0pOJa, BHIAEAHB-
[1erocst mpu reapoJinse.

3 PEAKTHBDI

3.1 I'napokena xanus, 3TAHOJNBHBIA PACTBOP MOJIAPHOK KOHUEHTpA-
LHH o0KoJo 0,5 MOJIb/AMS,

Pactsopsitor 33 r tBepaoro ruapokcuaa kaaus (KOH) B 500 cm?
sTaHosna. HosuBaioT g0 1000 ¢M?, BeIgepXKHBAIOT HOYb H AEKAHTHPYIOT
NpO3pavyHyIO YacTb pacTBopa.

3.2 'mapokcua Kaaus, 5TAHOJNBHBEIH PAaCTBOD MOJISIPHOH KOHLEHTDPA-
LHH OK0JIo 0,2 MOJBL/AMS3,

PacTBop roToRsIT TeM e cnocobom, uTo ykasad B 3.1, HO pacTBODA-
0T B 3TaHoge 13,5 r TBepAOro ruApOKCHAa Kaaus.

Hanaune OPHUKATBHOR
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3.3 CeprHas kuca0Ta: pacTBOP  MOJAPHOH KOHLUEHTPAUHUH
¢ (/o HsSOy4) =0,1 Mmonb/amd.

3.4 CepHasd KHCJOTA: pAacTBOpP  MOJSPHOH  KOHLEHTpaluu
c (!/y HySO4) =0,05 Moab/ame.

3.5 Hurpar cepebpa; pacrBop MOJAPHOH KOHUEHTpaLHUH
¢ (AgNO;3)=0,1 Mmonb/am3.

3.6 Hurpar cepebpa; pacrBOp MOJIAPHOH KOHUEHTPALUH
¢ (AgNOQO3) =0,05 Mmoab/am3.

3.7 TerparugpodpypaH, oudiieHHbId 1o 7.2.

3.8 CMecb sranoa-Boia (l:1 mo ob6bemy), HeifiTpaau3OBaHHAA IO
THMOJIQBOMY CHHEMY, 'OTOBHTCH U3 CBEXKEKUTIAYEHHOU AUCTHAIHPOBAH-
HOH BOADI.

3.9 PacrBop unaukartopa THMOJ0BOro cuHero. PacrtsopswTt 0,1 r
TUMOJi0BOro cuHero B 100 cM3® 3Ttanoana.

3.10 I'mppokeun Kanus, Teepapie rpaHyJbl.

3.11 XpoMaT KaJHsi, pacTBOp MAacCOBQ# KoHUeHTpauuu 50 r/cms3.

4 ABTAPATYPA

4.1 bropeTtka BMeCTUMGCTbIO 25 CM® a5l allUAMMETDPHH.
4,2 bropeTtka BMeCTUHMOCTbIO 10 CM° 1/151 apreHTOMETPHH.
4.3 DNeKTPpOMAarHuTHas Meulaaka.

4.4 TepMmocratupymwollas BoassHAA 6aHs AJS NOAAEPKAHUSA TeMIrepa-
Typel (30+0,5) °C (cm 7.1).

4.5 AHanuTHUeCKHe BeChl, MO3BOJSIOUIHE NPOBOJAUTL B3BELIHBAHHE
¢ ToyHoCTLIO +0,0001 r.

4.6 MepHas kosb6a BMecTuMoCTblo 100 cM?® co CTeKNsIHHOH MpHTEp-
TO# NpOOKOH.

4.7 ITunetku BMectuMocThIO 1, 5, 20 1 30 cm3.

5 NPOBEAEHHUE HUCIIbITAHHUA

5.1 Bpewmsi, Heo6xonuMoe AJisi KOJHYECTBEHHOTO OMBLISIEHHS BHHHJI-
alleTATHBIX T'PYIIN, 3aBHCUT OT COAEpPXKAHHUA BHHUIALETATAa, KOHILEHTDA-
IIMM TIPHMEHAE@MOro 3TaHOJLHOTO PACTBOpPa HAPOKCHIA KajHf, TeMIe-
paTypbl H Maccbl aHaad3upyemoil npo6ul. [lpuHumasa BO BHHMaHHE
peajaraeMoe CojeprKaHue BHHHJAlLETAaTa B CONOJIMMEpE H TEMIepatTy-
Py, HpH KOTOPOH NPOXOAUT OMBEIJIGHHE, BLIOHPAOT COOTBETCTBYIQILHE
ycJaoBUsl U3 Tabanusbl 1.

0.2 TouHO B3BelleHHYIO HaBeCKy CyXOro conoansmepa, BbIODaHHYO
no tTabuanie 1, nomewarr B Konby (cm. 4.6, 7.3) u numeTKO! NPHIHBAE-
ot 20 cM® TteTparuapodypana (3.7). PactBopenue conoaumepa obJier-
YaeTcsl Npd NpUMeHeHHM MarHHTHOH Mewlanaku (4.3). Ilocse noaHoro
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pacTBOPEHHSI HAaBECKH KOJ0y MOrpyxaroT B TEPMOCTATHPYIOILYIO 6aHIo,
BolAepKHBaOT 10 MHH, NPUAHBAIOT 5 ¢M® 3TAHONLHOrO pacTBOpa TrUA-
POKCHAA KaJsiHsl, KOHIEHTPAUHd KOTOpPOro ykasaHa B TabJuue, H TiIa-
TE€JbHO NEPEMEILIHBAIOT COAEPKUMOe KOJNOH JIerKHM KPYrOBHIM JABHIKeE-
HHeM. B cJayuyde 4yacTHYHOrO OCaXKAEHHA CONOJHMEpa Ha ITOH CTAJMH
OCA40K cJielyeT pacTBOPHTL NyTEM NepeMellHBaHHSA.

J1al0oT BO3SMOXKHOCTL NPOATH I'HAPOJIH3Y B TEUEHHE BPEMEHH, YKa3aH-
Horo B tabauue 1.

Ta6bannuma | — YcAOBHS NPOBENCHHA THAPOAH3A CONOAHMEPA BHHHAXJAOPHAR C BH-
HHAALETATOM

BpeMs rHIpONH3a, Y

Monagprax npe KOMHaTHOR

I[Ipeonarae- Macca Hcnhi- MoaspHan KOHUeHTpa- TEMIOIEpaType
MOe CodepiKa-| TYeMOA Ha KOHIEHTpa- |UHA PpacTBOpOBl C HPHMEHe-
HUE BHHHJ- BeCKH, T 1M 3TanoAb H,SOs n HHeM O6aHu
anerara, % HOI'O pacTaopa AgNQO; (4 4) npu

KOH (30£5) °C ot 20 oT 25

5o 25°Cy no 30°C

0—5 0,4—0,5 0,2 0,05 2 3,5 2,5

b—10 0,18—02 0,2 0,05 2 3,6 25
10—30 0,18—0.2 0,5 0,1 {5 2.5 2

30—60 0,18—0.9 0,5 0,1 2 3,5 2,5
60 u Beimie | 0,13—0,15 0,5 0,1 3 6 4

0.3 [locse OKOHUAHHA THAPOAH3A NPUJAHBAIOT NPH NOCTOAHHOM Ile-
pemelinBaHuu 30 cM? cMmecu 3TaHoJ-BoAAd (3.8). ITO BHI3LIBAET OCaAXK-
JleHHe COMOoJIHMepa B BHIe MeJKHX KpynuHoK. [Ipuansaior 1 cM?® pacTso-
pa TuMoJoBoro cuiero (3.9). I'lepemeiwtnBas, THTPYIOT H3OBITOK 'HAPO-
KCHA KaJWsl pacTBOPOM CEPHOH KHCAOTHl (KOHLEHTpalus yKasaHa B

TabJHulle) A0 nepexona TEeMHO-3€/IeHOH OKpacCKH pacTBopa B OpaHKe-
BYIO. B Tex e yCJOBHUSIX HCMbITAHHA, HO B OTCYTCTBHH COIOJIHMEpa,

NPOBOAAT KOHTPOJILHOE HCIIBITAHHE, THTPYS 10 IIepexoja CHHeH OKpacCKH
HHAHKAaTOpPa B XKeEJTYIO.

0.4 [locsie OKOHUAaHHA aUUAUMETPHUYECKOr0o THTPOBAHHA A00aBASAIOT
1 cm® pacTBopa cepHoil KHCAOTH (3.3) ¥ NPOBOAAT NOTEHIHOMeTpHUYeC-
KOe THTPOBaHHe CMeCH pacTBOPOM HHUTpaTa cepebpa (KOHUEHTpaUHs
a30THOKHCJOTO cepebpa ykazaua B TabJulle 1) npH NOCTOAHHOM Iepe-
MeulnBaHuH. OO6beM H3PACXOA0OBAHHOrO pacTBOpa HUTparta cepebpa 3K-
BABAJIEHTEH KOJIHYECTBY XJIODHCTOIO BOJOpPOAAa, BHIAE/HBIIErocs BO

BpeMsl THAPOJIH3a cononuMepa (7.4).
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6 OBPABOTKA PE3YJIbTATOB

6.1 [1pu ucrosb30BaHHWKH pPACTBOPOB CEPHON KHUCJIOTHI H HHTpaTa ce-
pe6pa MoasapHOH KoHueHTpauuu 0,1 Moar/aiM® MaccoByio RO/ BHHHJI-

aleTarTa B npoueHTax X BHYHCJAAIOT N0 PopMy.e
s 0:8609(V,—Va—Vs)

m
6.2 ITpu HCNONMb30BaHHH PacTBOPOB CEPHOH KHCJOTH H HHTPHTa cCe-
pe6pa moasipHofi Konuentpauux 0,05 MoJsip/AM® MaccoByi0 A0JI0 BHHHJI-

alieTaTa B npoueHTax X; BHYHCJAAIOT N0 GopMy.ie

0,4304(V,—V3—V3)
X1= —

rae V; — obbeM cepHO# KHCJOThl, H3PacXOAOBAaHHOU B KOHTPOJLHOM

HCOLITAHAYU, cM3;
Vo — 00beM cepHOH KHCJOTH, H3PAacXOJOBAaHHBIA Npu onpejeJe-

HUH, CM3;
Vs — 0o6beM H3pacX0OJ0BaHHOrO pacTtBopa HHTpaTta cepebpa, cM?;

m — Macca HaBeCKH, T.
6.3 [IporoasT nBa onpepenenus. Ecay UX pe3yibTathl OTAKYAKOTCA

Gosee yeMm Ha 0,4 9 no MaccoBo# Ao0Jie BHHHJAlleTaTa, TO HCNBITaHHE

cJAeayeT MOBTOPHTD.
Bhuiyucas10T cpeaHee apH@MeTHYECKOe pe3yJbTATOB JABYX H3Mepe-

HHH.

7 IPUMEYAHHA K NPOBEAEHHUIO HCITILITAHHUA

7.1 Ecau HeT B HaJHYHH TepMOCTATHPYIOLIEH OaHH, TO AONMYCKaeTCs
npoBeaeHue paboThl NpU KOMHATHOH TeMneparype. CoOOTBETCTBYIOLIHE

yca0BHSI paboThl pHBedeHB B TabJauille 1.
7.2 OuucTKa TeTparuapodypada: TeTpariaApoypaH YacTo COMLEPKUT

BellleCTBa, pPeATrHPYOILHe ¢ THAPOKCHAOM Kaaus. [IpuMeHeHHe pacTBO-
PHTEJIs, COJAepXKalllero TakXKe NPHMECH, TPHBOAUT K NOJIYYEHHIO pe3y.ib-
TATOB, NPEBLIILAIOIHX TEOPETHUECKHE.

O4YHCTKY NPOBOAAT B COOTBETCTBUH ¢ NpPHAOKEHHEM: B KoAOy 1 nas
[IePeroHKH C JBYMS rOpJOBHHAaMH BMeCTHMOCTbIO 2 aM3 BBoasaAT 1 am3
TeTparuapodypana 1 50 r tBepaoro ruapokcuaa xaaua (3.10). Yepes
OJHY TOPJOBHHY NPONYCKAIOT B HAXKHIOW 4acTh Koabw aszor.  (As0T
CO3/aeT HHEPTHYIO Cpelay H nepeMeUIdBaeTr coaepxumoe Kouaboi). Bro-
PYIO rOpJIOBHHY CO€IHHAIOT ¢ O6pAaTHBIM XOJOAHJIbHHKOM & H XXHIKOCT-
HBIM 3aTBOPCM 6.

ITponyckawoT a30T co CKOpoCThIO b nM3 B TeuenHe 15 MHH, 3aTeM
CKOPOCTb YMEHRUIZIOT A0 OAHOrO Ny3uipbkKa B CekKyHAy. Koaby Harpe-
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BAlOT HAa BOASIHON 6aHe H KHMATAT C OOPATHHIM X0J0AUJIbHHKOM IIPHOJIH-
3HTeJbHO B TeyeHHe 5 4. [o HCTeUeHHH 3TOrO BpeMeHH yOHpaloT XOJO-
AUJbHHK H OTFOHAIOT TeTparuApodypaH Haj THAPOKCHIOM KaJusl B
MenJleHHOM ToKe a3oTa (QAHH my3bipek B ceKyHAY). OtbpachBalor nep-
Bole 50 cM® AHCTHAJATA, cOOHPAIOT PACTBOPHUTE/]L H XPaHAT B CKJISHKE
H3 KOPHYHEBOro CTEKJa ¢ RPHTFEPTOH NPOGKOH.

PacTBopHTE/N b MOXXHO NPOBEPHTb HA YHCTOTY CJEAYIOUIHM 00pasoM.
B xoa6y ¢ nputeproi npabkoi pMecTHMACTbIO 100 cM® mpuAHBA4OT NHU-
netkoii 10 cM® TerparuapodypaHna, B APYrylo TakKylo e KoJby IpHJIH-
BaoT 10 cM® npoxkHNsueHHOH AMCTHJJIHPOBAHHOH BOAW. B Kaxaywo
Kon0y NpUJUBAIOT N0 5 ¢M® pacTBOpPa IHAPOKCHAA KAJUS B 3TAHOJE MO-
JsipHO# KOHUeHTpauuu 0,5 moab/am® (3.1), 3akphiBaroT KOJOL NpoOKa-
MH H BbIAEPXKHBAIOT B TeyeHHe 1 4. 3ateM pa3BaBidOT COAepKHMOE
npubauaurenbio 30 oM® cmecH aTanoa-moda (3.8), AofamasaT 1 omd
pacTBOpa TUMOJOBOTO cHHero (3.9) H THTPYIOT PaCTROPOM GEPHOH KHC-
AOQTHl MOJAsIpHO#H KoHueHTPalMH 0,1 Moab/aM® (3.3) A0 RoABJIEHHSA XKeJ-
TOH OKpackH. /IBa o6beMa HCNO/Ab3yeMbiX PACTBOPQB CePHOH KHCJIOTHI
MO DHON KoHlehTpaunu 0,1 moab/aM® (3.3) He AOIMKHB OTJAHYATLCHA
6oaee yem Ha 0,1 cMm3,

OuuiueHHW# TeTparuipodypaH He CAeAYeT XpaHUTh GOJblue Hexe-
JH [10 BO3ZMOKHOCTH HYXKHO HCHO/Mb30RATH CBEXKENeperHaHHblii pacTBo-
putesb TerparuapodypaH, OUHIUEHHBIH ONHCAHHLIM BhILHE CHECOOOM,
HO XpaHHBIIHHACHA OoJjiee HEAEJIH, HYKJIAGTCA B OYHCTKE JIHIlp [yTeM
AHCTUJNNSLMH HAL TBepAbIM THApPoKcHAoM Kanus (3.10) B MeaieHHOM
TOKe 430Ta

IlprMensieMbll a30T He AOJXKeH codepxkalb 6ogee 0,1 00. % KucJo-
poaa.

7.3 llpu aHanuse HeH3BeCTHOro ofipasla NPOBOAAT INpeABapHTelb-
HQe HCHbITaHHe B YCJOBHAX, PEKOMEHAOBAHHLIX AJISA CONOJUMEpa, CO-
aepxkauero ot 10 go 30 mace. 9% BHHHAAlETATA.

7 4 lloTeHudOMETpHYECKOE THTPOBAHHE MOXMHO 3aMEHHTb MeHee
TOMHEIM BH3YANbHHIM THTPOBAHHEM No Metronay Mapa B aTtoMm cayuae
pacTBop 6e3 HOAKHCAeHHSA DHALTPYIOT Yepe3 (UALTP H3 CHEUEeHHOTOo
cTekaa. Ocaaok H GQHJABTP NPOMBIBAIOT A0 OTPHUATENAbHOH PeaKU#H C
A30THOKHC/bIM cepeOpoM LcaH pacrBop, nmpejHasHaNEHHBIH AJs THT-
POBAHHA, MEATOFO LBETA CTAHOBHTCA 3€JeHbIM nocae [J06aBJieHHS
] cM® pacTBOpa xpoMata Kaaua (3.11), npuMeHseMOro B Ka4ecTBe HH-
AHKATOpA, TO A00@BJAAIOT HECKOABKO Kanesip pactTBopa CepHO#l KdCJIOTh
MOJASIPHOU KoHUeHTpauud 0,1 Moab/am® (3.3) 10 BOCCTAHOBNGHHS el
TOFO {iBETA.

[Ipu mpuMeHesHH BH3YaJIbHOTO THTPOBaHHS HEOGXOAMMO CTPOro CO-
0/100aTh BpeMs THAPONHBA, NOCKOJIBKY YBeJHUEHHEe BPEeMeHH Bbl3bIBa-
€T DOP33qBAHEE PACTBOPOR TEMHOTO BETA, YTO COINACT TPYAHOCTH 1A
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BHayaabHOro TUTpoBaHud. [{as TeMHBIX PacTBOPOB UPHIOAeH CnOCof
IOTEHLLYOMETPHUECKOro THTPOBAHHI.

8 NPOTOKOJ HCHBITAHUSA

IIpoToKON HCNIBITAHUA AOJMeH BKAYATh:

a) CChIJIKY Ha NPHMEHAMbBIH METOA;

0) MOJIHYK) XapPaKTepHCTHKY NpoObl;

B) pes3yibTaThl HCNBITAHHA, BHPpaXeHHbIe KaK NPOLEHTHOE COoHep-
XKaHHe BUHHAaaleTaTa B o0pasie;

r) o6o3HayeHHe HACTOALLLErQ CTAHAApTa.
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[ puroxenue
(ob6asarensroe)

Annapatypa njs OYHCTKH TeTPATHAPOYpPAHA

I —xonBa ANA NEpEroMkKy ¢ ABYMS TOPJOBHHaMH:
2 —npoy asora; 3 — OOpaTHBIA XOJIOAHNbHHK; 4 —
TpyOku; 5 — npeaoxpanRHTesibHaf CKJAAHKA; § — XKHA-

KOCTHBIH 3aTBOp

PucyHOK
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