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EnnHag CHCTEMA 3AHIUTHL OT KOPPO3HH H CTAPEHHUS
MATEPHAJIBI TTOJTUMEPHBLIE

MeTozbt onpeneNeHHST HIMEHEHHA COAEPMAHHA rocr
naacTHHKATOPA NPH CTAPEHUH 9.716—91

Unified system of corrosion and ageing protection.
Polymeric materiais. Methods of determining
variation of plasticizer content with ageing

OKCTY 0009

Hara sBenexnst 01.01.92

Hacroamuii cTaHzapT pacnpocTpaHAeTca Ha NacTHQHIHPOBaRHBE
HoNHMepHble MaTOPHAE /b (MaTepHa/bl) B yCTaHaBJAHRAET METCIbl Crpe-
JeJIeHAst H3MeHeHHsT coJepiKaHus miacTHgukaropa Mpu CTapeHHH.

Metonsl 1—3 npexHasHayeHbl I/ OLEHKH H3MEHEHHS COAepMKaHHA
njacTHHKaTOpa NO H3MEHEeHHI0 macchl o6Gpasna npH HarpeBaHHH.
HHeM Ta30XHIKOCTHOH XpoMaTorpaduu (Meron 1), uudpaxpacHoi
crnekTpocKonuu (Merton 2), tepMmorpaBumeTpun (Meton 3).

Meron 4 mpeaHasHaueH AJMS NPOTHOSHPOBAHWUSA H3MEHEHHs cojep-
XKaHug miaacthdukaTopa B oGpasue MatepHala BCIAeICTBHE TepMHuec-
KOT'O CTapeHHsi MyTeM OUEeHKH KHHeTHKH JAuddy3uoHHofi mecopOuuu
nnacTudakaTopa no Ii3MeHEHHI0 Macchl o6pasila npu HarpeBaHHH.
Mertoz 4 pacnpocTpaHsieTcsi TONbKO Ha MaTepHaslbl H HM3JeJHs H3 Mo-
JHBHHUWIXJIODHAA.

1. METOA 1

1.1, CymHocTs MeTOAa 3aK/a0uaeTCss B TOM, 4TO JO M TOC]e CTa-
peHHusi coliep)KaHHe NJAacTHPHKaTOpa B MOJHUMEpPHOM MaTepHaje Oll-
pelensieTcss KCTparHpoBaHHeM u3 mMpoObl M3MeJbYeHHOrO Martepuana
CeJIeKTHBHBIM PACTBOPHTENEM, PacTBOPAIOMIMM MIacTHdHUKATOP, HO He
pPacTBOPAWILKM MOJHMEPHYI0 OCHOBY H Apyrue no6aBku. Mpentndu-
Kal{i0 W KOJIHUECTBEHHOe olpejelieHHe MIacTHPUKATOpPa B IKCTPaKTe
OCYILECTBJSAIOT ¢ NPHVEHEHUEM Ta30XHIKOCTHOR XpoMartorpaduu.

12. Or60p npob

1.2.1. lana npuroTtoBieHus npoOui 6epyT HABecKy NOJHMEPHOro Ma-
Tepuasia Maccoit mo (20%1) r H3 HecATH MecT KaxJoH MapTHH Ma-
TepuaJjia HJIU U3AENHUsl.

W3nanne oduunaabroe

*

(€ UsnateancTBO cranzapros, 1991

Hacrosmumit cranaapr He MoXeT 6T NOMHOCTbIO HJIH HAaCTHYHO BOCHPOH3BEAEH,
THPAXXMPOBaH MJAHM pacnpocTpaneH Ges paspemenus Toccrannapra CCCP
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1.2.2. TIpo6y nns UCHBITaHHA TOTOBAT H3MeJibueHHeM IOJHMEpHO-
ro Martepuaja A0 4aCTHIU, MPOXOAALHX 6e3 ocTaTKa uepe3 ceTKy Ne I
u ocratomuxcsa Ha cetke Ne 05 no 'OCT 3826.

1.2.3. TIpo6bi, modyyeHoble 0o m. 1.2.2, CMeWIWBAIOT H METOAOM
PYYHOro KBapTOBaHHsi OTGHpPAIOT cpeiniolo mpoby maccoir (55%1) r.

13, Annapatypa. PeaxtuBn. Martepuaas.

IlpucnocchaeHre aJas H3MelbYeHHA NOJUMEPHLIX Malepuaics;

Koabbl MepHbie 2-ro Kjacca TOYHOCTH, BMecTHMOCcTbIo 250 u 50 cm3,
ucnoagenns 2 no FOCT 1770;

Hacallka AJs 3KcTparupoBaHus BmecTHMocTbio 100 cm® U3 Tepmu-
yeckH crofikoro crekaa nmo [OCT 25336;

KoA0a KPYrJOAOHHASl C B3aHMO3aMEHSICMBIM KOHYCOM, HCMOJHe-
nua 1, BMectuMocThio 250 cM® M3 TepMHUECKH CTOHKOro CTeKJaa Ho
IOCT 25336;

AOJIOAHJIBHHK LIAPHKOBBIA C B3aHMO3aMEHSIEMBIM KOHYCOM HCHOJ-
ncHuA 2 u3 xuMHIeCKH croiikoro creknaa mo N'OCT 25336;

cetkn Ne 1 u 05 no TOCT 3826;

secwl nabopartopusie ofliero nasuauenus no I'OCT 24104, 2-ro
KJ1acca TOYHOCTH ¢ HaubosbliuM npepesnom B3Beuusauus 200 r;

GaHs BoasHas# C 3JEKTPHUECKHM 060rpeBoM HJH KoJGoHarpesa-
Telb;

HaTPOHLl 3KCTPAKUUOHHBle auameTpoMm oT 30 no 37 MM ¥ BHICOTOR
or 90 mo 100 mm u3 duasrpoBaarnoit 6ymary mapku @ mo 'OCT
12026 nan naTpoH CTERJASHIIBI ¢ TOPHCTEIM LHOM, KOTOPHIH HOIyCKa-
eTCsi MPUMEHSITh, ecJH YacTHUBL 3KcTpartipyemoli Npo6ul He HPOXOAAT
yepes nopucToe alo;

xpomaTorpad rasonKHAKOCTHBEIH, cHAaOXeHHHI] INJIaMCHHO-HOHH3AUM-
OHHBIM [AeTEeK10POM, aHAJUTHYECKHe KOJOHKH K HeMy U3 CTeKJa il
HCpIKaBelollie#l cTadau jgaunoil 1 m, anaMerpoMm 3—4 MM U3 KOMINIeK-
Ta xpomarorpadba;

MHKPOWINPHIBE BMecTHMOCTbIO 50, 10 u 5 MKJA H3 KoMmniaexkTa Xpo-
marorpacda;

asoT ra3oobpasieiii oc.u. no FOCT 9293;

Boaopo 3jekTpoautaueckuil no TOCT 3022;

copbelir xpoMarorpaduyeckuii AJA aHaJAH3a IIaCTHOUKATOPOB
(npnaoxenue);

kucaora coasnas no FOCT 3118;

KYyCOUK# HerJasupoBaHHoro apdopa;

sata no 'OCT 5556;

pacTBOpHTENb CEJeKTHBUbI{! KBaJlHOUKAUMH X.4. WJIH 4.4.a. (CM.
[PHJIOXKeHYE) ;

aJekTponeyb JgabopatopHas, obecrneunBaiollasi NOAAEPKAHHE TEM-
neparypsl oT 50 po 350°C ¢ norpemHoctsio He Gosee *+2°C no OCT
16.0.801.397.
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14. TToaroToBKa K MCONHTAUHAM

1.4.1. ToToBsiT 06pasiioBLiii pacTBOp MJAACTHQUKATOpa s KaJH6-
poBku xpomatorpada. [as aToro HaBecKy IJjacTH@HKaTopa Maccoit
1,25 r, B3BelIEHHYI0O Ha YacOBOM CTeK/le C MOTPeIlHOCThIO He Gonee
+0,0002 r, pacTBOpSIIOT B CEeNEKTHBHOM pPAacTBOPHTENE, KOJHYECTBEH-
HO TIepeHOCAT B MEpPHYIO KoJOy BMecTHMOCTbI0 50 cM3, BblaepXKHBaIOT
npu  Ttemneparype (20%+1)°C M DOBOAAT pacTBOpHTENeM X0 METKH.
KoHueHntpauua noay4eHHoro pactsopa miactupurartopa 25 mr/emd.

1.4.2. Kaaubpylor xpomatorpad oOGpaslioBHIM pacTBOPOM IJIACTH-
duKaTOpa B CeNeKTHBHOM pacTBopuTese. [Jas 3Toro B xpomarorpad
MHKDOWINpHLEM BMeCTiMoCTbi0o 50 MKJI TNOCT €L0BaTeNbHO BBOIST
10 no3 pacrsopa (5, 10, 15,..., 50 mxax), npu Temmepatype (20%1)°C.
Ilpu sTom comepxkaHue ujaactuukaropa usmensercss ot 0,125 no
1,25 mr c rpazanuei 0,125 mr. KosnnuectBo napanjenbHHX npob j
L5l KaXKAo# M3 KOHLUEeHTpauuil (f03) He MeHee NSATH.

JonyckaeTcss HCONb30BaTh MHKpolmnpuuu o6bemom 10 Mk, nph
9TOM Maccy HaBeCcKH mJacTHHKaTopa, paBHYI0 6,25 r, pacTBOpSIOT B
50 oM® pacreoputens. KouueHTpamus MOJYYEHHODO pacTBOpa mJac-
tuduratopa 125 mr/cm3,

1.4.3. KoHueHTpauusa mjaacTHPHKATOpa B KaxXKAOH RO3e pErHcTpH-
pyeTcsi camonucueM npubopa B BHAe XpoMartorpaMmm. Ilpu 3Tom BH-
cOTa NMHKOB He MOVIKHA TIPEBHILIATh AHANA30HA IIKAJAB pPErHCTPHPYIO-
mero npubopa, a BbHICOTA HAUMEHBIUHX THKOB JOJXKHA GHITH AOCTa-
TOYHOf AJs pacteTa, YTO JAOCTHNZeTCH MOAOOPOM  COOTBETCTBYOLEH
YyBCTBHTENBHOCTH npubopa.

1.4.4. TemnepaTypa TepMOCTaTa KOJIOHOK MNpPH H30TEPMHYECKOM
pexume (200+2)°C, ucnapurens xpomatorpadpa — (250+2)°C; o6b-
eMHHIH# pacxol rasa-Hocuredas (asora) — 30 cm®/muH, Bomopona —
30 cm®/muH.

CkopocTs HarpaMmHuol JeHTH — 10 MM/MUH.

1.4.5. Ilpu BBOZE KaxZOH M3 J03 pacTBOpa H3MEPAIOT NJAOLIanb
xpomatorpaduveckoro mnHkKa (Sy;), COOTBETCTBYIOLIEI0 KOJHUYECTBY
BBeleHHOro nuacTHukaTopa. [IljolWaxp NHKa, COOTBETCTBYIOLIYIO
Ka<Ro#l U3 BBeJEHHBIX N03 KaxAoH M3 napajesabHbX TNpob, BHIUHC-
Jaa1T no dopmyae

Sey=Hh;b;, (1)
rae i, — BbicoTa NMHUKa, MM;
b; — wmpnHa NHKa, U3MEepeHHass Ha TOJOBHHE €ro BBICOTH, MM;
i=5.

Cpennee apudMeruyeckoe 3Hauenue Sp A KaxJI0# M3 H03 BH-

QUCHSAIOT 0 dopmyste

5
2 Swj
KN =1

Sk=~t_5——l (2)
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Crposit kanu6poBouHklfi rpaQHK 3aBHCHMOCTH MJIOLIafEH NHKOB OT

KoJMuecTBa niactypukraropa.
1.4.6. Koanuectso maactuduraropa, Haxoaflleecs B KaXIOoH H3

203 pactBopa (ax), CBASAaHO C MJIOMIAJbI0O COOTBETCTBYIOILEro XpoMa-
TorpaduuyeCKoro naKa COOTHOIUIEHHEM

ay=L-S,, 3)

rne ap — uamensercs or 0,125 npo 1,250 mr ¢ rpanmaureh 0,125 mr;

L — yraoBo#t k03¢ dHuueHT.
Yrnopoit koshduument L BEUACASIOT METOACM  HaHMEHBIUIHX

Kpanparos no hopmyuie

» 01
10X Spap—2 S 2 ar
k==l k==l k=1
0 10 \2 '’ 4)
103 (sk)ﬁ—(z sk>
k=] k=1
rae k=1,2,..., 10 — KoMHIECTBO A03.

1.4.7. Koadpduunent L, onpemenensnii mo n. 1.4.6, nopcrasnasior
B dopmyay (3) M Ang BCEX Ap HAXOAAT paACYETHble 3HATSHHS Skpacw).
1.4.8. BrluuCASIOT OTKAOHEHHE IKCMEPUMEHTAJNbHBIX 3HAUSHHIT Sk
OT pacuemHhIX Sipacw). JJA 3TOro BHUHCASIOT CpedHEe KBaapaTHuec-
Koe OTK/IOHeHHe (Ox) SKCIEPUMEHTAJBHBIX 3HauYeHHH Sp OT pacuer-

HBIX Sppacwy N0 GopMye

10
2w ©)

Gk=

9

Ecam zuivewnss S, He TONajalT B HHTepBa’ 205, T. €.
Si—Shpace <208, HX HCKAOMAIOT M3 DPEIWILTATOB 3KCIEPHMEHTA
i ko3¢ dunuent L BHUHCAAIOT BHOBb N0 M. 1.4.6 a/1s ocTaBIIHXCH 3HA-
yeHul Sy 20 TeX HOP, MOKa BCE SKCIEDUMEHTAIbHLE TOUKH OYILyT no-
NajgaTh B HHTEPBaJ 20. KOMHYECTBO OCTaBIIMXCA 3KCIIEPHMEHTANbHbBIX

sHaueHu S, MOMKHO ObITh He MEHee ISITH.

1.4.9. Ecau skcnepEMeHTaJbHble 3HAYeHHS Sp BHe YAOBJICTBOPAIOT
TpeGoBaHusM 1. 1.4.8, ucnuiTaHUA HOBTOPSIOT.

1.4.10. M3roToBJAAOT MOJAEAbHYI0 KOMMO3HIHIO NIJacTH(QHUMPOBaH-
Horo Marepuana B KojuuecTtBe (120,1) Kr mo TexxoJorum u penenty-
pe B COOTBRTCTBHH C HODMaTHBHO-TeXHHuecKoH nokyMentanueir (HTIL)
Ha uccsenyeMmbiit Matepuadn, ITpo6er nas uenprrann#t OTOHPAIOT M NMOA-

roTaBJUBAIOT B COOTBeTCTBHH ¢ . 1.2.
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1.4.11. DKRCcTpakKuuOHHHE NAaTPOHH H BaTy NpEABapHTENbHO 3KCTpa-
rupyoT B 3KcTpakTope CoKclera B TedeHHe 4 U M BBHICYLUHBAIOT NMDH
80°C 10 NOCTOSIHHOM MacCH.

1.4.12. B 3kcTpakuMOHHHH naTtpoH moMeuanoT 10 r noarorosaen-
Hoit no m. 1.2.3 MomenbHOll KOMMOIHIHM, B3BUMIEHHOH C MODDEIIHO-
cThio He Goviee 0,001 r. HaBecky B SKCTDaXIMOHHOM IaTpoHe 3a-
KPHIBAIOT MpoGKO# H3 Bathl. KoJHYyeCTBO napaIe/bHBIX —onpemese-
HHH — He MeHee MSATH.

1.4.13. DKCTpaKUHOHHHE maTpoH NMoMemamwT B 3Kerpaktop Cok-
cnera.

1.4.14. B cyxy1o 3KCTpakUMOHHYIO KOJOy ¢ KycOuKaMH HeErJasHpo-
BaHHoro (apdopa sanusaior 180 — 200 cM® ceseKTHBHOro pacTBOPH-
Teas. Koaly cOeauHSIOT ¢ 3KCTPAKUHOHHOM HAcalKoH ¢ NOMOIILIO
mindoB 6e3 NpHMeHeHHsS CMa3KH,

1.4.15. DKCTpakuHi0 OCYLIECTBJASIOT B TeueHHe 8 uY NIPH CKOPOCTH
ne MeHee 10 muxioB B 1 4 1o mojHoro u3BJjeyenus Hiacrudukatopa
H3 HCCTeayeMoro Martepuana. ITou3HaKOM MOIHONO H3BJEYE Thsl SIBJSIET-
csl OTCYTCTBHe NATHA NiacTHgukaropa Ha QuabTpoBanbliol Gymare,
Ha KOTOPYIO HaHOCAT KaIUIlo PacTBOPA U3 NOCJe/Hero MUKJia IKCTpak-
LHH

1.4.16. ITocsie OKOHYAHMSI 3KCTPAaKUUM KOAGY ¢ SKCTPAKTOM pasbe-
IHHSIOT ¢ 3KCTPaKUHONFoil HacankoH. B konby c/aHBaloT OCTaTOK
PACTBODHUTe/II M3 HACAJKH, SKCTPAKT MNePEHOCAT B MEPHYI KOJGY
BmecTuMocThI0 250 cM®, BHIZepxkHBalT npu Temneparype (20+1)°C,
JO/HBAIOT JO METKH CeJeKTHBHBIM PaCTBODHTENEM.

1.4.17. Vi3 mepHO# KONOGH ¢ NOMONIBI0 MHKpOWIIpUIAa OTOHpANOT
50 MKJ 3KCTpaKTa, BBOASAT B XpoMaTtorpad H H3MepslOT IJIOWIAaAb XpO-
MaTonpadUyecKoro IHKa, COOTBETCTBYIOINYIO KOHLEHTpPAllH IJacTH-
¢pukamopa.

1.4.18. Tlo naowagu xpoMmartorpadHueckoro nHKa, HCMoJb3ys (pop-
myay (3), Buuucasior Macey miaactudukaropa (a@umx;), COLepXKalmylo-
ca B 50 MKJI 3KCTpaKTa KaxJo#i mapajsieiapHofi npoObl MoaeabHOH
KOMIIO3HUHH, B MHJIHNDAMM aX.

1.4.19. Buiuucasior wmaccoBylo noaio miacthouratopa (Cng;) B
NpPOLIEHTaX B KaXJAOH H3 nmapaJJjiellbHHX Npo6 MoJeJbHOH KOMIO3HLHH
MmaTepdaia no ¢opmyae

Sy,

Crgj= -100, (6)

My,

rae Myg, — Macca KaXnof W3 mapaJjieTbHBIX Npo8 MOJeJbHOH KOM-
NMO3HuIKHHM, B3sTas no n. 1.4.12, wmr;
5 — HopMupyomui Ko3pPuumenT;
Qux; — Macca nJactuukaropa B KaxJIOH H3 NapajesbHbIX
npo6, 3KCTPAarHpPOBaHHAS H3 MOJEJbHON KOMNO3HLUH,
BhIUHCIeHHas no n. 1.4.18, mr.

13
x
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1.4.20. Buunucasior cpefinee apHpMeTHUecKoe SHAUEHHe Colepixa-
HHsl naacTHQHKATOpPa H3 BCeX napaJefbHeIX Mpo6 MOAeBHOH KoM-

NO3UUHH, B3ATHX Aasg ucnbitavuit (Cne, %), Mo popmyne

n
2 Caypy
- jaal
Cop=——""—, (N
rie n— KOJAHYECTBO NapajieSibHHX npo6 MOAeNbHOH KOMNO3HLMH.
Honyckaemoe pacxoxienne Mexay Crpp 11 OTACJAbHHIMH 3HAUCHHAMH
Cne; He HOuHO npeBbimaTe 5% cma. Ecam pacxoxmenne Gonblire
5% OTH., TO HCIOBITAHHS TOBTOPAIOT.
1.4.21. Bruncasior kosddHUHERT 3KCTpaKHuM MIacTedukaropa

(Ks) mo dopmyae

Cap
Ky= ] (8)
Coue
rae Cyux— MaccoBas JoJist MiacTHGHKATOPA B MOJENBHON KOMIO3H-
uuu no o, 1.4.10, %;
Cy¢ — cpennee apudMeTHIECKOE 3HAUEHHE COAEPXKAHHSA INIacTH-
dukaropa MomeapHOR kommosmmmu no m. 1.4.20, %.

1.5. [lpoBenenne HCNBHITaAaHHNA

1.5.1. M3 cpennefi mpo6hl Mcc/leAyeMOro MaTepHaja, HOJydeHHON
no nn. 1.2.1—1.2.3, orbupamor npobu Mmaccoii 10 r, B3BelleHHble C
norpeisocTeio He Gosee =0,001 r.

1.5.2. KonuuecTBo napaJiiesibHEIX 1Mpo6 (n) BHYHCISAIOT B COOTBET-
cmean ¢ 'OCT 9.707 (npunoxenue 3). Ecau oTHOCHTeNAbHAs JuIAGKa
H BEepPOATHOCTh NOMajaHus CpeiHero apudMeraueckoro sHageHus Cry
B JOBepHUTEJbHEI MHTEPBaJ He 3a4alOTCs, TO KOJHYECTBO npob JoJixK-
HO OLITb He MeHee NATH.

1.5.3. TIpoBonAT SKCTPAKUHIO MAACTHOHKATOPa M3 KaXAOi u3
napajlieJbHHX Npo6 MaTepHalla 10 CTapeHHsl CeJeKTHBHBIM DacTBO-
PHTENIEM W ONpEefeNSIOT KOJMYECTBO NJACTHHKATOPa, HAXOAsILeecs
B 50 MkJ1 3kcTpakra (a,) B cooTBeTcTBHHM ¢ nil. 1.4.11—1.4.18.

MaccoByio aonw naactH¢uKaTOpa B KaXKAOH H3 mapasielbHBIX
npob wuccaeayeMmodl Komnosuuuy (P;) B nNpolueHTax BHUMCJASIOT IO

tdopmyne
5a
P,=—"%__.100 (9
/ Myuk;-Ks ’ )
Tae 0,~— CONepXKaHHe naactudukartopa B 50 MKJ 3KCTpakKra Kaxiao-

ro u3 o6pasuos, NT;
Mpgj — Macca Kaxjo#t u3 npob ucciellyeMofi KOMNO3KLHKH, MT;
Ky — xo3¢dunuenHTt 3KCTpaKiHH, BRIYHCASHHRH mo m. 1.4.21;
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1.5.4. MaccoByio nolio niactHukatopa (P) B mpoueHTax B Ma-
TepHaJ/le JO CTapeHHf BHIYHCASIOT N0 dopMyle
n 5a,

2 —_—
P = o, (10)

rie n— KOJHYECTBO MapaJiiejbHbX 06paslLoB.

3a pesyabTaT HCOBITaHHI NPHHHMAIOT cpelHee apH(pMeTHYecKoe
pesyJbTaTOB BceX MNapaJJebHHX ONpefesieHHH, JonmyckaeMoe pac-
XoxAeHHe Mexay P H oTAeJbHEIMH 3HaYeHHAMH P; He NOJXKHO Ipe-
puiwath 5% oTtH. Ecnm pacxoxpenue OGosbute 5% OTH., HCNBITAHHSA
NIOBTOPSIOT.

1.5.5. IIpoBomAT cTapeHHe HCCJAeLyeMOro MaTepHasa B COOTBETCT-
Buu ¢ HT .

1.5.6. Ilocsie crapeHHs HCCJAeAyeMOro MarepHaja INPOBOAST HC-
neitadus no mn. 1.5.1—1.5.3. Ompenensiior Maccosylo moJo naacTida-
KaTopa B HCclefyeMoM MaTepHaje (P’) B mpoueHTax mocje crape-
Hud 1o ¢opmyJae (10).

1.5.7. MiaMeHeHue comepxKaHHs mjaacTHHUKaTOpa (B NPOLEHTAX)
BCJIeCTBHE CTAPEHHs MaTeDHa/a ONPeAe/AOT N0 PAa3HOCTH CoAepXKa-
Hus naacrudukatopa P, onpexedsiemoro mo n. 1.5.3, u P’, onpeze-
JasieMoro mo 1. 1.5.6.

1.5.8. Pe3ysbTaThl UCIBITaHHH BHOCAT B NPOTOKOJ, B KOTOPOM JOJ-
JHH OHITh YKa3aHH:

1) HanMeHOBaHHe MpeAIPHSATHSA-H3TOTOBHTES;

2) HaHMeHOBaHMe MaTepHalja, THN H YCJOBHOe 0603HaueHHe;

3) HOMep MapTHH M AATa H3NOTOBJCHHS;

4) HTI Ha crapenue;

5) Thm, Mapka, HTJ] Ha celeKTHBHLI pacTBOPHTeE/D;

6) mapka xpomatorpada;

7) pa3Mepnl xpoMmaTorpapHueckofl KOJOHKH;

8) tunm xpomartorpaduueckoro copbenra;

9) nmara UCOHITAHHE;

10) o6Go3naueHHe HACTOSILIEr0 CTAHAAPTA;

11) MaccoBas goaa naactudukaTopa [0 CTapeHHs H NocJe cTad-
peHus;

12) usmeHenue comepkaHHs IJacTHOHKAaTOPa B MaTepHalie DOCHe
CTapeHHs;

13) opraHusalys, NpeANpHATHE, ROMXKHOCTb B GaMuaus JuL, Npa-
BOJHBIIHX HCIBITAHHSA.

2. METOJZ 2

CyH.I,H'OCTb MeTo4a 3aKJKyaeTca B COpeAeJeHUH H3MEeHEHHSs conrD-
XKanuga HJlaCTHq)HKaTOPa B MartepHaJie 10 H Nnocje CTapeHusi no usMe-
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HEeHHIO ONTHYECKOH IJIOTHOCTH [JIOCKOro obpasma MaTepHasna MeTo-
IOM HHQpPaKpacHO# CneKTPOCKONHH,

MerTox HCnoNp3yIOT B TeX CJayyasix, Korja HeBO3MOXHo nonobparb
CeJIEKTHBHBIY PACTBOPHTENb JJS 3KCTParHpOBaHHS NJacTHHKaTOpa
H3 H3MeJbuyeHHOro obpasla Marepuasna.

21.06pas3ns ANAA HCOBITAHHH

2.1.1. O6pasusl npeacTaBAsioT co6Goil mAacTHHE pasmepaMu (35X
X 15)%0,5 MM u Tomuuuoit (0,5+0,1) mm.

OO6pasus rpynnupyoT NapaMu pPaBHOU TOJIIHHBEI AJIS NPOBENEHHS
ONHOTO HCIHITAHHS 7110 ONMpPeleNeHUI0 HX onTHYeckoi miorHocTH., Ko-
JHYECTBO Nap NapaijelbHHX 00pasioB yCTaHaBJHBAIOT B COOTBETCT-
BuH ¢ . 1.5.2.

22 Aunnapartrypa. Martepuaan. PeakTHBH.

CrnextpodoTomerp HHDpaKpacHuifi JM060H KOHCTPYKIHUH, ofecrmeun-
BaILKH NONYUYEHUE CNEKTPOB MOTJOIIEHHS B OTPaxKEeHHOM H NMPOXOAs-
mem csere npu yactote ot 400 mo 4000 cm~!. [IpucraBka Aas uccie-
JOBAaHUSI MHOTOKPATHOTrO HapYLIEHHOrO MOJHOTO BHYTPEHHEro oTpaxe-
Hus opu MK cnekrpockonuy;

nunner mexunuHckuil no 'OCT 21241;

BaTa XJomuaTo6yMaxKHas AJs ONTHYECKOH NPOMBIINIEHHOCTH;

3(up AUITHIOBEIM Y.A.4.;

crupt sTuioBuit no FOCT 5962.

23. lToaroToBKa K HCNBITAHHAM

2.3.1. H3roToBAdIOT CeMb CTaHAaPTHBIX KOMIOSMIMA muactadu-
LMPOBAHHOTO MaTepuaja I0 TEXHOJOTHH, YCTAHOBJEHHON AJSI H3ro-
TOBJIEHHS HCCAENYEMOro MaTepuzda, B Koanuecmse (1=0,1) xr. B unc-
Jie CTaHAApTHHIX KOMIO3HUHMH ¢ cojaepiXanueM mnjiactudukaropa (P,)
JOJKHE ObITh KOMIIO3HLIHH C MHHHMAJbHO BO3MOKHBIMH (Pmim) R
MaKCHMaJIbHO BO3MOXHHBIMH (Prax) CORepiKaHHSIMH NiaacTHdHKATODA,
a Takke MPOMEXKYTOYHbIE KOMNOSHUMHM C Tpajanuefl cojlepxaHHs B
HuX niactudukatopa (B NPoUeHTax), BhIUHcAseMo# no dopmyie

Pmax—Pmln . 100%
6 ’

2.3.2. VI3 craHzapTHLIX KOMIO3ULIHE NVIacTH(HLHPOBAHHOTO MaTe-
puajsa, nonyyeHHnXx mo nm. 2.3.1, usrotamjuBaloT 00pasubl. PasmepH
H KOJHYECTBO Map NapaleNbHEX 06pasioB KamJAo# H3 KOMNO3HLHH
6epyT B COOTBeTCTBHH ¢ Tpe6GoBanuamu 1. 2.1.1.

231.4. [TpoBeieHHe HCMHITAHHH

24.1. OGpasnbl OYHUIAIOT T&MIOHOM, OCMOYEHHHIM B 3THJI0BOM
CnUpTe, H3MEPSIOT TOJIUMHY KaXKJIOro M3 NapajielbHHX 05pasuos c
norpemHyocTbio He 6osee +0,01 mm.

2.4.2. OyHIalOT KPHUCTAJJ NPHCTABKM BAaTHHM TaMIOHOM, CMOYeH-
HBEIM JIHITHJIOBHIM 3(pHPOM.

2.4.3. Ha gaxayo H3 CTOPOH KPHCTaMJda HaKJaAblBalOT IO OLHOMY
o6pa3ly cTaHIAapPTHHIX KOMMO3HHHH, MPUKHMAIOT HX K KPHCTawly ¢
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fIOMOUIbI0 MEeTaJIMUeCKHX mjIacTHH M crpy6uuH. Iloayuennyio c6op-
Ky 3aKpemisioT B THe3Jileé NPHCTaBKH MHOTOKPATHOro HapYIUEHHOro
NOJIHOrO BHYTPEHHEro OTPaxKeHHs, a 3aTeM MOMEILAIOT B H3MEpHTeJlb-
HyI0O KaMepy HH(paKpacCHOro cnekrpodoromerpa.

2.4.4. VcnHTaHHsl BHIOJHAKT B COOTBETCTBHH C HMHCTPYKUHEH K
cnekTpoOTOMETPY H 3aNMHCHIBAIOT CNEKTPH IOIJIOIleHHs 06pasunoB
CTaHJapPTHHIX KOMMO3HIHUMH.

2.4.5. MonerraHns HeCaeyeMbiXx 00pasmoB MaTepHasna o H [ocie
CTapeHHsi TPOBOAAT TaK XKe, KaK H CTaHIaPTHHIX KOMITOSHIHHA B COOT-
BeTcTBHH ¢ nm, 2.4.3 u 2.4.4.

2.4.6. CtapeHHe HccleyeMOro maTepuaja HPOBOASAT B COOTBETCT-
sBun ¢ HTL.

25. O6paboTrka pa3ydbTaToOB

2.5.1. Ha cnekTpax norJollleHHs KaXAOro W3 NapajenbHBIX 06-
pasuoB (j) Kaxkaod M3 CTaHAAPTHBIX KOMNO3HUMH (i) HAXOAAT IHK,
COOTBETCTBYIOUIMH HCHOJb3yeMOMY B KOMIIO3HIMAX mJacTHOHKATODY.
W3mepsiioT HHTEHCHBHOCTh [NHKAa IMOIVIOLIEHHs  (ONTHYECKYIO IJIOT-
HocTh) D,; B OTHOCHUTEJBHBIX €IHHHLAX B COOTBETCTBHH C HHCTPYK-
uuei K npubopy /sl KaXA0ro U3 napadJesbHeix o6pasioB.

Beryncasior cpeanee apugMernyeckoe 3HaueHue (D,) ana xaxpoit
H3 CTaHAap1HBIX KOMIO3HLHKE Mo dhopmyJie

Dl=—_=—'—, (11)

Tie 11— KOJIHYECTBO MapaijesbHbBIX 00pasuoB B KaXKA0OH H3 MOJeJb-
HBIX KOMMO3HIHH.
Ontuueckas maoTHOCTh D; CBf3aHa c cojepKaHHeM NJacTHdHKa-
-Topa (P,, B NIpoLeHTAaX) B KOMIIO3HIMH COOTHOLISHHEM
D=e-P,- 1, (12)
rie [ — roamuHa o6pasua, MM;
£, — KO3 (dUIHEHT 3KCTHHKUMH (MaccOBHII NOKAa3aTesb HOTJIO-
HIeHHs) AJS AaHHON AJHHBl BOJIHH JaHHOro mjaactutuka-
TOpa, BHIYHC/ASEMBIH METOZOM HaMMEHBIIHX KBa/paToB MO
¢popmye
7 . 7 7 .
7121 PlDl_tzx i 121 o
= 7 . ot (13)
72 (P)— ( > Pl)
i==] i=1
2.5.2. KoatdhuurneHT 3SKCTHHKIHM €5, BHIUHCIEHHBIH no dopmyne
(13), nmoacrasasor B popmyay (12) u ana Bcex 3HaueHui P, BulYHC-
JISIOT pacueTHele 3HAYEHHS ONTHYECKOH MAOTHOCTH Dipacu.
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2.5.3. TIpoBepAIOT OTKJIOHEHHE 3KCNEPHMEHTa/bHBIX 3HaueHHE Dy

OT HX pacueTHbIXx 3HaueHHHA Dipacwy B cooTBeTcTBHHM c mm. 1.4.8; 1.4.9.
2.5.4. Ha cnekTpax NOMJIOIEHHS Ka)JOro M3 06pasloB Hccjeaye-
MO KOMIIOAHLINY OTPENeNSIOT BHCOTY NHKAa H ONTHYECKYIO NJIOTHOCTH
Dyy;, cooTBeTCTBYIOIME cojepxkaLleMycss miacTudHKaTopy, a Couep-
XKaHHe mracTupukaTopa B Hccnenyemolt kommosunux  (Pj;, %) BH-
yucasior no dopmynae
Dmrj
)= P (14)
riae e, — BeUKCIsIOT no dopmyae (13).

2.5.5. HaMeHeHne coAepXKaHus mjlacTHUKATOpa BCJEACTBHe CTa-
penss MaTepuaja (B MPOLEHTaX) OMpPefeNAIOT IO PA3HOCTH COAEpKa-
Hus niacTHdHKaTOpa B HCCAefyeMOH KOMIO3KIHH J0 M IOCJe CTapes
HHA.

2.5.6. 3a pesyJabTaT HCNHTAHHHE NPUHHMAIOT cpefHee apHpMeTH-
YecKOe pe3yJbTaTOB BCeX NapalljleJbHHX oOnpeleleHufi, aomyckaeMoe
pacXoXIeHHe MeXJY KOTOPHIMH He NOUIKHO NpeBhirath 5%oTH. Ecun
pacxoxjerue Gosbile 5% OTH., HCIHITaHUS NMOBTOPSAIOT.

2.5.7. PeaynpraThl MCHBITAHUA BHOCAT B IFPOTOKON, B KOTOPOM
JUOVIZKHBl GBITb YKa@aHHbI:

1) HaMMeHOBaHHe MaTepHasa, THN, YCJIOBHOe 0603HayeHue;

2) HauMeHOBaHHE TNPEANPHIATHS H3rOTOBHUTENS;

3) HOMep MapTHH W jJaTa H3TOTOBJIEHHS;

4) mapka uHObpPaKpPacHOTO cneKTpodoTOMeTpa W MPHCTAaBKH MHOTO-
KPaTHCro HapYIUeHHOI'O IIOJIHOTO BHYTPEHHENO OTPabKeHHs;

5) o6o3HayeHHe HACTOSILLEr0 CTaHIapTa M MeToJa HCNHTaHuii;

6) comepxaHue nsactTuUKaTOpa N0 CTapeHHS,;

7) u3MeHeHUe ComepKaHus INiacTHDHKaTOpa;

8) opranu3aumus, NpeiNpHATHE, JOJKHOCTL H (GaMHJIHA JHL, NPO-
BOAMBIIHX HCNBITAHHA.

3. METOxA 3

CyUIHOCTb METOAAa 3aKJIouyaeTcs B ONpelesieHHH IOTepl Macch
nnactTubuLUpOBaHHOrO MarepHaja J0 H MOCHe CTAPEHHs TEPMONPaBH-
MerpuueckuM MertonoM (TI') B AuHAMHUECKOM MHJM CTaTHYECKOM pe-
JKHMax TMPH 3aJaHHBIX TeMIepaType H NPOROJIKHTENbHOCTH Harpesa,
ApH KOTOpHIX o6ecneuynBaeTcsi NOJMHOE yjlajeHHe njacTHdHKaTopa u3
MaTepHaa.

3.1. MeTox cTaTHYecXOlf TepDMOrpaBHMEeTDHH
. Or6op npob
.1. Ot6op npo6 — no n. 1.2.

2. Macca mpo6el gag oxmoro ucneitamus — (0,2—0,001) r.
.3. KonnyecTBo mapadnenbHbIX Npo6 n AJs OXHOTO onpejede-
HUst — B COOTBETCTBHH ¢ 1. 1.5.2.

3.1.1
3.1.1
3.1.1
3.1.1



rocCT 9.716—91 C. T»

3.1.2. Annaparypa. Marepuanrel. Peaxrusot

ITpucnocoGaenne Qs H3MeJbYeHHs MaTepHaJa.

Tepmoananusatop B coomsercrsun ¢ [OCT 9.715, pasm. I.

TepmocTaT ¢ nepeMellHBaHHEM BO3lyxa, o6ecneuMBalOUIUi [OCTO-
siHHy10 TeMnepatypy ot 50 mo 400°C ¢ norpemHocTsio He Gonee +3°C.

Becwm naboparophbie obiero nasnawenus no ['OCT 24104, 2-ro
KJ1acCa TOYHOCTH ¢ HanGoablinM npenenoM B3BemuBanus 200 r.

dkcukatop Hcnonrenns 1 mo I'OCT 25336, nuamerpom Kopmyca
250 MM,

Cumukarens TexHuueckur mo TOCT 3956.

Turens ¢papdoposuit Huskuit Ne 1 mo TOCT 9147.

Banpun ga6opatopssie no OCT 5960.

3.1.3. ITodeoTo8KA K UCnBITARUAM

3.1.3.1. H3roToBasiloT ceMb CTaHAAPTHHIX KOMIIO3MUMA MaTepHaJa
C pas/MuHBIM cojepxaHueM naactuédukaropa (m. 2.3.1).

3.1.3.2. U3 cranjapTHBHIX KOMIO3HIHE H3rOTOBJASIOT NpOObl Ans
HCNBLITAHHA B COOTBETCTBUH ¢ 1. 3.1.1 H ompelensiiOT HCXOAHYIO Maccy
KaxJoit npoOn KaxKIZOH M3 KOMNO3HUHI mo;; B3BellHBaHHeM C INO-
rpeinHocTeio He Gosnee £0,0002 r.

3.1.3.3. BraoyaioT TEepMOCTAaT H YCTAaHABJHBAIOT TeMIEPaTypy
(350+3)°C.

3.1.3.4. ®apdopoBbie TUrIM NPOMBIBAIOT W NPOKAJHBAIOT NMPH TeM-
nepatype (350%3)°C, oxviaXxalOT B IKCHKATOPe Hald CHUIHKareJeMm
no temmeparypsl (23%2) °C u B3BeWHBAIOT C NOrPELIHOCTBIO He 60-
aee +0,0002 r. Onepauyio MPOKAJHBAHAS H B3IBELIMBAHUS NPOBOMST
A0 JOCTHKGHUS THIVISMH MOCTOSIHHO® MaccHl gi.

3.1.3.5. B mnoarotosaennsie no . 3.1.3.4 THIMIH NOMeINAOT NpOOH:
Kaxaoi u3 ceMu kommosuuui. KonnuecTBo nmapanJelbHbeIX npod Kax-
IOH U3 KOMTO3ULKE ycTaHaBUIMBAIOT B coorBercTsuu ¢ m. 1.52. Me-
XOAHYI0 Maccy npo6r (mg,;) B rpaMMax BHIYHCAAIOT N0 GopMmyse

mmI:MnI/*gzji (]5)

roe My;; — Macca mpo6ul ¢ TuraeM no m. 3.1.3.2, r;
g:j — Macca Turas no m. 3.1.3.4, r.
3.1.3.6. Ilomemalor Turaun c¢ npo6aMu B TepMOCTaT NPH TeMmepa-
Type (350+3)°C u BmizepokvBaloT B Tevenne (20+£2) mun.
3.1.3.7. Turau c npo6aMyi H3BAEKAIOT M3 TOPMOCTATA, OXJAXKAAIOT
B 3KCHKAaTOpe Hajl CHJHKarejleM B TeueHHe | u, B3BeIlMBAIOT C MoOr-
pelrdocteio He Gosnee +0,0002 r u ompelensloT Maccy ocTaTKa Mo
dopmyae
my=My;—~M (16)
rae M,, — macca ocraTka mpoOHl ¢ THIJEM, T.
3.1.3.8. BHIUHCAAIOT NOTEPI0 MacCcH KaxJAOH NpoOel KaXHoi H3
Kommo3unuii (Am,,) B rpamMMax no gopmyae
A y=mey—m,. (17)
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3.1.3.9. lns kamIoH W3 KOMHOSHUMI BHYHCJISIOT CPEAHION apHb-
MEeTHUYeCKyl0 OTHOCHTEJbHYIO NoTepio MactH (Am:) mo dopmyne
2 Amy;

A= 1= ’:"!/' ' (18)

re 71— YHCAO NMapaleNbHEIX Npo6 B KaXKJA0# H3 KOMIIO3HLHH.
3.1.3.10. Kaxnoe u3 mapaJieIbHHIX ONpefesNeHHil He MOJKHO OT-
JHuaThCA 01 CpefHero apupMmeThueckoro Gojee yeMm Ha 5% oTH. Ecan
pacxoxkjaeHne Gosee 5% OTH., TO HCMBITaHHs MOBTOPSIOT.
3.1.3.11. 3aBHcHMOCTE MeXAy cpefHelt apudMeTHYeCKO# noTepei
MaccH KaXKTOH M3 KOMMO3HIMA Am; W MaccoBoit Ronell niacTHHKa-
Topa B Heli (P;) BhIpaxaloT ypaBHeHHeM

P,=aAm+tb, (19)

rae P; — vaccoBass nosis miaacTHGHKaTopa B KaXmo#f H3 craHAapT-
HBIX KOMMO3uuui, %.
Kosbduuuent a u b ypaBHenus (19) BHIYHCIAIOT METOZOM HaH-
MEHBUIHX KBaAPaToB N0 ¢opMyJaam:

7 _ 7 _ 7
72A”‘iPL— 2Amz 2P
i=1 =1 i=1

a - 7 pal) (20)
73 (Amy)s — ( Zam )
=1 t==1
7 7 7 7
SPY (Am): — 3 8my T AmP;
b= i==1 (=1 {=1 i~1 , (2‘)

7 _ 7 _\2
73 (Amy)2 — ( Zam )
i=1 1m=1
TAe [ — YHCTO KOMMO3WUHMA C pa3JHYHHIM COAepkKaHHeM miaacTHbu-
katopa, i=1,2...,7

3.1.3.12. Koapduuuenursr a u b, onpedenennete no dopmyiaam (20)
u (21), noxpcrasasitor B dopmyay (19) u nns Bcex 3HauenHit P; BH-
YHCJAIOT PacUeTHHE MOTEPH Macch AMiypacay

3.1.3.13. TIpoBepsIOT OTKJIOHeHHS 3KCHEPHMEHTAJbHHIX 3HaueHHH
Am; OT HX pacyeTHHIX 3HaYeHMit AMypacwy B COOTBeTCTBHM ¢ mn. 1.4.8
u149.

3.1.4. IIposedenue ucnviraruti

3.1.4.1. U3 uccrenyeMoro MarepHaja A0 H NOCJHe CTapeHHsi roTo-
BAT npobul B cooTBeTcTBHH ¢ 0. 3.1.1. CrapeHHe MPOBOAAT B COOTBET-
ctBiu ¢ HTI.
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3.1.42, TIpoBoAsiT HCNHITaHHA NMPO6 MarepHania, MOJYYEHHHX TIO
1. 3.1.4.1, B coorBerctBuH ¢ nm. 3.1.3.8 — 3.1.8.7 u BHuUHCAAIOT MOTe-
pI0 MacCH Ka’kIO# #3 mapaJJie/bHBIX NMPo6 HCC/elyeMono MaTepHadia
(Amuy;) RO u nocse crapenns no n. 3.1.3.8.

3.1.5. O6paborka peaysbTaros

3.1.5.1. BHUHCAAIOT CPEARIOI0 apubMeTHIeCKYI0 OTHOCHTENbHYIO MO-
TEPI0 Macchi H3 BCeX NMapajiiesbHHIX Npo6 O M TOcie cTapeHHs Mo
dopmyae

Am,, ==t - ) (22)

TOe n— YHCJAO NMapalyiedbHeXx npob;
m;— Macca OCTaTKa B Kaxzoil u3 HccaepyeMhix npo6 maTepua-
Jaa, r;
AMiyy; — NOTepst Macchl Ka)KIO# H3 mapajsiesbHEX npo6, ompeze-
JenHas no m, 3.1.3.8, r.
3.1.5.2. Kaxjoe U3 mapajjenbHbIX ONpelNeJeHHH HE NOJNKHO OTJH-
gaTbCs OT cpenHero apudMeTHUeCKOno 3HaueHHs Gosee uweM Ha 5%
otH. Ecin pacxoxuenus Gosee 59 OTH., HCHBITAHHS MOBTOPSIOT.
3.1.5.3. Bouucdior cofepxanue mIacTHPHKATOpa B HCCIEAYEMOM

Matepuaie Puy B NPOLEHTaX IO H NOC/Ie cTapeHHs M0 popMye
F,,,,—-:aA?,,,,+b. (23)

3uauenns a u b BouncaeHn no popmynam (20) um (21) coorset-
CTBEHHO.

3.1.5.4. HaMeHenme coldepxanus naactidukarTopa onpeieasior
Mo pasHOCTH MAaccoBOil MOJH MIacTHQHKATOpa B HccaeAyeMoM MaTe-
pHaJe [0 U MOCJe ero cTapeHHs.

32. Metox AHHaMHYECKOR TepMorpaBHMETpHH

3.2.1. Ot6op obpasyos

3.2.1.1. Iloarotoska npo6 — mo nn. 1.2.1 u 1.2.2.

3.2.1.2. Macca ¥u KOJHYeCTBO MapaJJieNIbHBIX Npo6 anas Kaxaoh
u3 xoMmosnuui B coomsercmeuy ¢ N'OCT 9.715, pasn. 1.

3.2.2. Annaparypa. Marepuans.. PeakTusel

Annaparypa, Matepuann u peaktusnl — no I'OCT 9.715, pasa. 1.

3.2.3. I[ToGz20T08KA K UCNbITAHUAM

3.2.3.1. M3roTOBUISIOT CTaHAapTHHE KOMMO3WIMH MaTepHayia C
pasjiHyHbLIM CONEpXaHHeM ImJjacTHHKaTOpa B COOTBETCTBHH C
mn. 3.1.3.1 u 3.1.3.2.

3.2.3.2. TlogroroBka Tepmoananusatopa k pabore — mo I'OCT
9.715, pasa. 1.

3.2.3.3. Hcnutanust npo6 CTaHmapTHHIX KOMMO3HUM{ NPOBOAAT HA
TepMOoaHaJH3aToOpe B BO3AYLIHOH# cpelle NPH CKOPOCTH Harpesa
10°C/mvuu o Temnepatypst (350+0,5)°C.
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3.23.4. Ilo TepMoOrpaBHMEeTPHUECKOMY TrpadHKy OUpeIeNsioT Ha-
qajbHYI0 Maccy KaXAol npo@H Kaxjol H3 CTaHZAPTHHX KOMIO3H-
uuil (Mos) ¥ Maccy ocraTka npo6 nocje HarpeBaHHS 0 TeMIepaTyphl
(350%0,5)°C (my;).

3.2.3.5. TlpoBomaT 06pabGOTKY AaHHBIX HCNBITAHHH NPo6 cTam1apT-
HHIX KOMTOSHIIWH Matepuana B ooorsercrsuu ¢ mmo. 3.1.3.8—3.1.3.10.

3.2.4. Mposedenue ucnoviranuil

3.2.4.1. TToaroToBKa npo6 W HMCIBITAHHA HCCJEAYEMOro MarepuaJa
no M nmocne crapewws —mo nm 3.2.1,3.2.2; 3.23.1, 3.23.2, 3.23.3,
3.2.34.

Crapenne nposofar B cootBercTBHE ¢ HTI.
3.2.5. O6paborka pesyavraros
3.2.5.1. BHUHCIAIOT CPeAHIO apH(METHYECKYIO OTHOCHTEJbHYIO
NOTepI0 MacChl HCCAENLyeMOoro marepHana (Amy) R0 H mocae cTape-
HHA 10 dopmyJe
n Amm(]

— o oom
A= —L—, (24)

rge mj;— Macca oOcCTaTka Inpo6M HCCAefyeMoro MaTepHanja, mo
m 3.2.3.4, r;
Amyyxy — noTEpPsT MacCH KakAoR H3 mapaJiielbHBIX Npob Hecaenye-
Moro Marepw®aza, no m. 3.1.3.8, r;
1N — YHCJO mapallIieJbHBIX TPob.

3.2.5.2. Kaktoe B8 nMapasNiesibHHIX onpenesieHuit He TOMNKHO OTIH-
9aThC OT CpefHero apudMeTHYeCKOro 3HadeHHss GoJee Yem Ha
5% oth. Ecan pacxoxpesue Gosee 5% OTH., HCOBITAHUA TOBTOPSIOT.

3.2.5.3. Botuncasior comepiamme miacTHQHKATOpa B HOCAELyeMON
KoMmnosunun (P) B npoueHTax H0 M mocie crapenus mo ¢opmyie (23).

3.2.5.4. Vismenenue cojepxaHus miaactudHxkatopa B MaTepuale
BCJIEICTBHE cTapeHusl onpefedsior no n. 3.1.5.4.

3.3. PesyabpTaTHl MCHHTaHHfi BHOCAT B IPOTOKOJ, B KOTOPOM HAOJ-
JKHH OBITh YKa3aHBHI:

1) HanmeHOBaHWe MaTepuala, THN M YCJIOBHOe OOO3HaueHHe;

2) wamMeHoBaHHe HpeANPHUATHA-H3TOTOBHTEJS;

3) HOoMep NMapTHH H AaTa H3TOTOBJEHHS;

4) Mapka TepMOaHaJMM3aTOpa;

5) o6osHayeHHe HACTOSILIETO CTAHAZPTA H METOAA  HOMBITaHWI;

6) comepxanue naactupurkaTopa A0 M NOCTe CTaPEHHS;

7) u3MeHeHWe COEpIKaHHA IJacTH(hHKaTOpa B MaTepHaJe;

8) opramusaums, mpPEINPUATHE, LOJKHOCTb ¥ (QaMHIHA JHL, Opo-
BOLHBILHX HCIIBITAHHA.
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4. METOL 4

CymmnocTe MeTofa 3akjiouaeTcss B HarpeBaHHM o6paslia MaTepHa-
Jla B H30TePMHUYECKHX YCJIOBHSAX B HHTepBavie TeMMepaTyp IIDH 3aIaH-
HOH TMPOROJIZKUTENbHOCTH, INPH KOTOPHIX H3MeHeHHe Macchl o6pasia
NPOHCXOLHUT 3a cyeT mpoueccoB AuGPY3HOHHOHR mecopbuuu miacTudu-
Karopa, BbiIBJICHHH KHHETHKH MudpysHourofi necopOunn nviacrudmu-
KaTopa B 3a4aHHBIX YCJOBHAX M NPOTHO3HPOBAHHM HAa OCHOBE BBIfB-
JleNHbIX KHHeTHYECKHX 3aKOHOMepHOCTefi H3MeHeHHs coAepXKaHUs maa-
cTH(HKaTOpa Nocje 3aAaHHON NMPOAOJAKHTENbHOCTH CTapeHHs.

IlIporuosupoBaHpe H3MEHOHHS COMepXKaHHA MIacTHbWKaTopa B MO-
JIHMEePHOM MarepHaJje NpPH TePMHUECKOM CTapPeHHH OCYIIeCTBJSIOT AJs
3aJaHHOr0 COOTHOUIGHHA NOBEPXHOCTH H 06beMa H3AEJHS.

4.1. O6pa3n AN HCORTAaHHUEA

4.1.1. O6pa3usl ANA HONBITAHMA HIMOTOBJAIOT H3 MaTepHAIOB H
H3deNuit U8 HUX B BuAe nuactuH. OTHolleHHe MOBepXHOCTH 06pasIioB
K nx 0o6beMy HOJKHO COOTBETCTBOBATb 3TOMY COOTHOIIEHHIO B H3-
JNeJHsX.

4.1.2. Macca obGpasna mosxHa 6uitb oT 150 go 200 Mr B 3a-
BHCHMOCTH OT BHAa MaTepunana. KoauuecTBo mnapaJjenbHmXx o6pas-
OB N AJMA KaxAOro H3 DPEXHMOB HCIBITAHHHA YCTaHaBIHBAIOT B CO-
orBetrctBHH ¢ m. 1.5.2. TlapannenbHrele o6pasubl A/ BCEX PEeXUMOB
HCTBLITAHUR JCJXKHBE ObITH DaBHOM MacChl C OTKJaoHeHHeM He 6oJee
40,001 r.

42. Annaparypa. MarepuaJas. PeakTuHBH

Annapartypa, MaTepHaabl H peakTHBb — Mo M. 3.2.2.

Xpomartorpag rasoxumAKoCTHBIH JM0OOro THNA, CHabGXeHHbIH naa-
MEHHO- WOHH3ALMOHHLIM JeTeKTOPOM, aHAJHTHUSCKHEe KOJOHKHM K HeMy
H3 CTexJa WJIH HepiKaBelolliedl cTaJd JJIHHOM 1 M.

Cop6eHT xpoMmaTtorpaduueckuil Ija aHalH3a miIacTHPHUKATOPOB.

I'as-HocuTeNb g XpoMaTtorpaduu.

IMerns HakonuTeabHas ¥3 HepxaBelolllell cTajld BMeCTHMOCTBIO
2 c¢m3 M3 KOMIIEKTa XpoMarorpada.

Tepmoananusatop B coorserctsud ¢ [OCT 9.715 pasn. 1.

43. [ToATOTOBKAa K HCNOBITAHHAM

4.3.1. TloarotoBka TepMoaHanu3atopa K paGore — mo m. 3.2.3.2.

4.3.2. [TogrotoBka xpomarorpada ¥ HAKONMTEJbHOH NETIH — B
COOTBETCTBUH C MHCTDYKIMell 1Mo SKCIiyaTauuu xpomartorpada.

44 IIpoBegeHHe HCNBITAaHUM

4.4.1. VcnbiTaHHsT TPOBOAST Ha TEPMOAHajH3aToOpe B H30TEPMH-
UeCKOM peXHMe B HHTepBaJe TeMNepaTyp, KOTophle yCTaHaBJHBAOT
SKCMIepUMENTAIFHO B 3aBHOHMOCTH OT THNA niacTHHUKAaTOpa, Kak
ykasaHo B mil. 4.4.3—4.4.5.

4.4.2. Cogepxanue niaactHHKaTopa B HCCIEIyeMOM MaTepuaje
(Po, %) no memubTamuit ompeaeasior mo Meroly 1. Maccy maacTuu-
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Katopa B KaXIOM M3 TapajljeibHbk 06pazucB MJIA  HCOLTAHUA
npH KaxAo# temnepartype (got5) BHIUMCASIOT NO hoOpMYyJe
Moy, Po

gouy= 00 (25)

TAe Moij — HCXOAHAA Macca KaXJO0ro H3 NapaslebHEIX o6pasion
NpH KaXJo# M3 TeMIepaTyp MCHHTaHHUi, T;
{ — uHcJO TeMmepartyp, i=1,..., 7;
j — KOJIHYECTBO napan.ne.rxbnblx ofpasuos, j=12,...,n

4,4.3. MuHuManpHas TeMnepartypa MCNHTAaHHN JOJMXKHa OHITh He
menee 60°C.

4.4.4. MaxkcumanbHas TeMllepaTypa MCOHITaHHH He JOJXKHA NpH-
BONNTh K H3MEHEHHIO MacChl MaTepnasa, CBA3aHHOU C BHEJNEHHEM
JIeTydUX BellleCTB BC/EACTBHE lIPOLECCOB TEPMOAECTPYKUHH.

MaxkcuManbHylo TeMnepaTypy HCHBITaHHH yCTaHaBJAMBAIOT, KaK yKa-
3aHo B nn. 4.4.4.1—4.4.4.12.

4.44.1, O6pasun a5 HenuTaHui — no nn. 4.1.1, 4.1.2.

4.4.4.2. Broiuucasor Maccy naactipHukaTopa B KaXAOM H3 napad-
JieJbHBIX 00pa3noB no dopmysae
mojrmix .PO

100 ’
TJ€ 1710,7,,, — HCXOOQHAS Macca KaXk[0ro M3 mapajJe/bHeX 06paslos,
B3ATHIX JJIS HCNBITAHMH INPH MAaKCHMAaJbHOH TeMmnepa-

TYype.

Berguensiior cpenHo apudMeTHuecKkyo Maccy naacradukaropa B
o6pasuax, B3ATHX AJAA HCObTaHul no n. 4.4.4.1, no ¢opmyJe

B0 gy = (26)

—_— Zgo, Tmax
&oz,,, —-———n——. 27)
44,43, O06pasubl [IJs HCNBITAaHMH B3BEWIHBAIOT € NOrPELIHOCTHIO
He Goaee £0,0002 r 1 noMemanT B AUEHKY — IdepiKaTesb TEPMOAHA-
JIH3aTOpa, KOTODPY:0 3aTeM BBOASAT B HArpeThlii Lo INPeABapuTENbHO
3ajjaHHol MakcuManabHOM TeMmnepatypnl (Tmax) OJOK TepMoaHamu3a-
Topa.
l’IpenBapnTeJIbHo 3aJlaHHasi MaKCHMaJbHas TeMmepaTypa HCNHTa-
Hui JOJKHA Obith Ha 50°C MeHbllle TeMIepaTypsl KHIEHHs HCCIeLye-
MOro mjaacTH@HKaTopa.
BrigepxkuBamot obpasen, B TepMOaHaJH3aTope Npu 3Toli TeMIepa-
Type (1202:0,5) mun.
4.4.4.4. Tlo rpatmky, nowrydeHHOMy ¢ uenosib3oBandem TT, ompere-
JAIOT NOTEepIo MAacChl KaXKAbM U3 HapajJesbHbX o0pasuos (Amleax)

H BLIYHCJASIOT CPeAHIOl0 apHdMeTnyeckyio moTepio Macch obpasnamu
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mocJe HCOLITaHHH 0PH NpeABapHTeNbHO 3aJaHHOH MaKcHMaJbHOH
TeMnepatype no dopmyJe
n

» Amyp

— =1 max
Ameax= i (28)

n

4.4.4.5. Kaxjoe u3 napanelpHbIX onpefefeHuit He NOJIKHO OTJIH-
yaThCH OT CPefHero apudMerHyeckoro 3HaueHHsi OoJjiee 4eM HA
5% otH. Ecnu pacxoxnaenue Gosee 5% OTH., HCIIHITAHHS TOBTODPSAIOT.

44.4.6, Kaxapii U3 MCHHTaHHHX 1o N. 4.4.4.3 o6pasnos nometua-
10T B TePMOAHAJH3aTODP, COeAHHEHHHII C ra30XHAKOCTHHIM XPOMATO-
rpaoM uepe3 HAKONHTENBHYIO METJIO, HArpeBalT o0pasuUbl cO CKO-
pocTbio 20°C B MHH B TOKe rasa-HOCHTeJst xpomaTtorpada 1o TeMmme-
paTyphl KHNEeHHs IJacTHhHKAaTOpa H BBAEPAKHMBAIOT NPH ITOH TeMIe-
paType B TeueHue BPEMEHH, Mpu KOTOPOM Ha XpoMmaTorpamme Hcuesa-
€T MUK, COOTBETCTBYIOUIAH JaHHOMY NIacTHOHKATOPY.

4.4.4.7. Tlo naowaau xpomatorpadHuecKoro nuKa, noJay4eHHOro Ino
n. 4.4.4.6, ucnonap3aysi popmyiy (2), BHUHCIAAIOT KOJHYECTBO NJIACTH-
¢dHKaTopa, OCTaBIIErocsi B KaXJ0M H3 06pa3LoB IocJae HCILITAHHI 10
m. 4.4.43 (gjr,,, ) -BrudciaoT cpelHee apHdMeTHYECKOe 3HayeHHe
Macch nJiacTHdukartopa (B rpamMmax), ocrasurerocst B o6pasnax moc-
Jle ucnbiTaHu# no n. 4.4.4.3, no dopmyae

n
— iEIgITmax
ngax___—_—'_' (29)

n

4.4.4.8. Kaxnoe u3 napas/ienbHuX onpelenenuii (g7, ) He p0J-
¥KHO OTJIMYATBCA OT CPeAHerc apudMeTHYeCKOro 3HayeHHs GoJiee ueM
Ha 5% otu. Ecau pacxoxnaeHus O6osee 5% OTH., HCIIHITAaHHA NOBTO-
pAIOT.

4.4.4.9. CpaBHUBAIOT CyMMYy TIOTePH Macce o6pasiom (At?{rmax) H
MaccHl ocTaTka mJjactudukatopa (gr._ ) B obpasue mocie TepMooG-

max
paboTKH € MCXOQHHIM KOJHYeCTBOM mJactuduKatopa B obpasue, on-
peleieHHbiM Mo MeToay 1. DrTa cyMMa JOJIKHA YAOBJETBOPATh He-
paBeHCTBY

0,95g0rmax <Am'Tmax--*-ngax <gormax * (30)
Ecnu cymMa moTepu Macch o6pasiom Aﬁrmax H OCTaTKa NJacTH-
¢uKaropa B o6pasue nocle TepMoO6pabOTKH NPH Trmay Gosbllle (ak-

THYeCKoH Macchl mJacTHdHKaTopa B obpasue Zor_ , onpeleleHHOH

max
no ¢opmyse (25), To npeABapHTENbHO 32JaHHYI0 MAaKCHMAJbHYIO TEM-
nepatypy McnbTaHuii cHHkaoT Ha 10°C M BHOBb NIPOBOASAT HCHBEITA-
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Hug no un. 4.4.4.1—4.4.4.7 xo Tex nmop, moKa pe3yJabTaThl 3KCIEPH-
MeHTa He OyAYyT yAOBJETBOPATb HepaseHCTBY (30).

Ecan sra cymma meusute 0,95 gor,, , NpelesbHO 3alaHHYIO Mak-
CUMAJIbHYIO TeMNepaTypy HCIHTaHHR moBualoTr Ha 10°C M BHOBB
NPOBOJSAT ucnbiTaHus mno nn, 4.4.4.1—4.4.47 no Tex mop, noka pe-
3yJbTATHl 3KCI2pHMeHTa GyAyT yXOBIeTBOPATb HepaBerctey (30). Ilo-
JIYUEHIIYIO TeMNepaTypy NPHHHMAIOT 3a MaKCHMaJbHYIO TeMnepatypy

HUCNLITAHUH,
4.4.5. YcTaHaBAHBAIOT CeMb TeMIlepaTyp HMCHOBITAHHH ¢ rpajauunei

Tmax—Tmin

6

4.4.6. Kaxanit u3 o6pasuoB Ans Kaxuolh H3 TeMmepaTyp HCHBHITa-
HHH, YCTAHOBJEHHLIX 1O M. 4.4.5, B3BEIINBAIOT C MOTPEINHOCTHIO He 6o-
Jee =+0,0002 r u nomewaoT B sAYeliKy-AepxKaTeab TePMOaHAJIH3aTO-
pa, KOTOpYIO 3aTeM BBOAAT B NpeABapHTe]bHO HarpeThlil A0 Kaxkaof
U3 33JaHHBIX TeMmepaTyp HCNHTaHHA 6JOK TepMoaHaausatopa. Peru-
CTPHPYIOT Ha T€PMOAHAJHTHYECKHX KPUBBIX NPOIECCH, MPOHCXOAAILHE
B Martepuane B TeueHue (12040,1) MuH npH 3aKaHHOK MOCTOSHHOM
TeMmeparype.

OTcyeT NPOXOMKHTENILHOCTH BHIAEPXKKH 06pasloB NpH 3aJaHHOI
TeMTepaType HaYHHAIOT ¢ MOMEHTAa YCTAHOBJIEHHSI 3TOH TeMIepaTyphl
B obpasle.

45. O06pa6oTka pasyabTaTOB

45.1, Ha rpadmuke, nosyuenHoMm mno n. 4.4.6, oTMeyaloT BpeMs ycTa-
HOBJIGHHSI H30TE€DMHMUECKOr0 peXHMa HCNHITAaHuHA, COOTBETCTBYIOLIYIO
emy Maccy o6pasua (mg;;) M ONpPeNeNAIOT H3MEHSIONLYIOCH Maccy
obpasua (mi;) 3a BpeMS H30TeDMAYECKONO HanpeBa B TeueHHe
120 muu ¢ rpananuedt (5£0,1) muy, rae f usmensiercs or 1 no 24.

4.5.2. Briuucasiior napamerpsi npouecca autddy3uonHol necopSuun
npu KaXJA0i H3 TeMIepaTyp HCOHTaHuR no ¢opmyse

=Kl
myyp==Myy € f‘lf, (31)

rne K; — xoHcraHTa ckopocTd mpouecca aubdysnonHoR necopOunu
niaactudukaropa npu Ty, ¢l
aij — [0Ka3aTeNb CTENEHH;

m;js — TeKylllee 3HaueHHe MaccH o6pa3sila yepes Kaxane (51
+0,1) Mun Harpesa, Mr;

moij — Macca Kaxporo o6pasiia K0 MCNLITAHHH;

Tijf — TPOROJIKHTEILHOCTh HCOHMTAaHHA no 1. 4.4.5.

®opmyny (31) sanrchiBalT B sorapuhMHYECKOM BHAE

il = In KH—-GUII‘[ tl]f' (32)
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3navenne a;; ¥ InK; npu xaxjioli tTemnepatype Aas KaXAOro H3
06pa3uoB BHYHCJAAKT METOAOM HaHMEHBbIUHX KBajApaToB No ¢opMy-

JaM:
21 24

My moy
242 In Tiif InIn ! — XIn Tjf lnln i
R | Mijf  g=t r=t mijy (33)
= 24 24 2 ’
24 2 (ln Tijf)2— ( Sin Tt )
24 2% 24 )
Zlnln E(Inn,f)? Zln T Zln Tjp Inln
f=1 Mijf =1 mijf
Ink,= . (34

21 2
242 (In '!ijf)'-’_ ( 2 In Tijf )
f=1 f=1

4.5.3. Toxcrapasior 3HayeHHs a;; W InK;, noiaydeHHse mo dopmy-
aam (33) u (34), B ypaBHeHue (32) u BHUHCAAIOT pacyeTHhie 3Ha-
YEHHS Mijfpaca).

4.5.4. TIpoBeps10T OTKJOHEHHe KCIEPHMEHTAJNbHHIX 3HAYEHUH m,j
OT WX PaCUETHBIX 3HAUEHHH Mijfpace) B COOTBETCTBHA ¢ nm. 1.4.8, 1.4.9.

4.5.5. BriuncasioT cpeaHee 3HayeHue a 1no ¢popmyle

7 n

_ > 2Ly

qe=Amti=l (35)
7-n

Kaxnoe u3 3HaueHHH o,; He HOJKHO OTJHYATBCSA OT CpPEeNHEro
apnbMeTHueCKoro 3HaueHus Gosee ueM Ha 10% orn. Ecan pacxex-
nenue Gosee 10% oTH., TO HCNBHITaHHS MOBTOPSIOT.

45.6. 3aBUCHMOCTL MEKAY KOHCTAHTOM CKOPOCTH mpouecca nud-
¢ysuonHoit mecopbuuu (K;) u TeMmnepatypoit mcmbiranuit (T;) onu-
CHIBAIOT YpaBHEHHeM

E 1 .
InK=InKy——— - —— (36)
rae Ko — npeidKCrOHeHIHAaNbHBI MHOXHTEb;
E — xoa¢pduureHT TeMmepaTypHOM 3aBHCHMOCTH npolecca IH(-
¢dysuonnoh pecopbunn, Kx/Moab;
T; — Temneparypa HcnbiTaHHH, K;
R — yuuBepca/bHas rasoBas mocrosinHas ~ 8,314 IIx/moib- K.
4.5.7. 3Havenue E u Ko BHIUUCAAIT METOLOM HaHMEHBIINX KBa,I-
paToB 1o ¢popmyaam:
7 1 7
78— T InK;— Z InK;

=1 ! l=l i=1
E=R =5 @7)
7 —) —_—
:E}( 7, ) (IEI T )
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7 7 1 Py 1 7 i
3 K 2( ) _y Lyt
= i o T

InK,= =1 =1 . (38)
7 1 Py 7 1 2
E-(E)
I=1 T, i=1 T;

4.5.8. TIporHosupoBaHHe U3MeHEeHHs cOJepPXKaHus muacTHdHKATO-
pa B TOJHMepDHOM H3Jeiud H (HAH) 3SKCIUyaTalllH Martepuana
(Agporn, %) TpOBOAAT MpH SKBUBaJNeHTHON Temmepatype Ta, ompeje-
asemoii mo F'OCT 9.707 (mpuaoxeHue 5) ANA 3aZaHHOH MPOLOJIKH-
TENbHOCTH CTapeHHs To.

Boiuncasuor K7, npu skBHBaJIEHTHOH TeMmIepaType T, o dopmy-
ne (36).

BoluucensitoT Agmpors M0 GopMyie

Agaporn=(1 _g’(ra"'a).l()o, (39)

rae Kr, — koHctanTa ckopocti npouecca nuddysnoHHok necopbuwin
npu Ty, K
To — 3ajJaHHasi TNPONOJKUTENBHOCTh CTapeHHs, OJs KOTOpoi
IPOBOJAAT NPOTHO3MPOBaHNE H3MEHeHHS COLEP:KaHUsA IJac-
_ rudukaropa, cyT;
o —mo n. 4.7.5.
4.5.9. PesysibTaThl HCNBITaHHH BHOCAT B NPOTOKOJ., B KOTOPOM [0.1-
JKHBl ObITh YKa3aHH:
1) HaumeHOBaHHe H MapKa MaTepHana;
2) HauMeHOBaHHe M MapKa mIacTHOHKATOPA;
3) 3aBoj — H3rOTOBHTENb MaTepuania;
4) HOMep MapTHH H JaTa H3TOTOBJICHHS;
5) ycaoBHS XpaHeHHS HJIH SKCITyaTalHH;
6) o6o3nauenne HTJl Ha MeTOx HCOBITaHMIL;
7) conepxkaHHe MIacTHQHKATOPa NO CTAPEHHA MaTepuaJa;
8) nporhosupyeMoe cojep:KaHHe IJacTHHKaTOopa IOCHe 3aJaH-
HOM NPOJO/IKHTENbHOCTH CTapeHHs.
45.10. OepxaTeseM NpPorpaMMH aBTOMaTH3HPOBAHHON 06paboTkH
peay/bTaToB HembiTaHHH MO MeTtoay 4 sBasercs HITO «BHHUHMKII».

5. TPEBOBAHHSI BE3ONACHOCTH

5.1. Tpe6oBauus GesonmacHoctu tpyna — no 'OCT 12.1.007, TOCT
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ubix CH-245—71 u yrBepxkaennbix Foccrpoem CCCP.
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