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3 Hacroamuii crangapt uaeatuacH ASTM D 1533:00(2005) Standard Test Method for
Water in Insulating Liquids by Coulometric Karl Fischer Titration (MeTon onpenenenus Bnaru B
U30JIAIUOHHEIX JKUJIKOCTAX THUTpoBaHueM mmo Meroxy Kapma ®dumepa), aBTOpCKOE MpaBo
mpuHagexutr ACTM HWureprnemnen, 100 Bapp Xapbop [paits, Bect Konexmen, Ilrar
[uncensBanus, 19428, CIIIA. Ilepensnacrca ¢ paspemennem ACTM HuTepHemHen.

ASTM D 1533 paspaboran mnoakomureroM D02.07 Komurera ASTM D02
«HedTenpoTyKTH ¥ CMa30YHEIE MATEPHATIED.

B pasnene «HopMaTUBHEIE CCEUIKM» M TEKCTE CTaHAAPTAa CCHITIOYHBEIE MEXyHapOAHEIE
CTaHAAPTH! aKTYyallN3UPOBAHEL.

ITepeBoa ¢ aHrmmiickoro A3LIKA (en).

Crenenb cooTBeTcTBUA — HaeHTHYHAA (IDT).

4 CPOK ITEPBOM ITPOBEPKH 2016 ron
MNEPHOJUYHOCTD ITPOBEPKH 5 ner
S BBEJIEH BIIEPBBIE

Hugopmayusa 06 usmeneHusx x Hacmoswemy cmaHoapmy nyOIuKyemcs 6 ence200HO
420a6aemMOM UHGOpMAYUOHHOM YKazamene «HopmamueHnvle 00KyMeHmMbL NO CMAHOAPMUIAYUUY,
a meKcm u3MeHeHUl U NONPABOK - 8 eHCeMeCIUHO U30a8aemMblX UHPOPMAYUOHHBIX YKAZAMENIX
«locyoapcmeennvie cmanoapmeiy. B ciyuae nepecmompa (3amensl) uny ommensbl HACMOSWe20
cmaunoapma coomeemcmeylowee yeeoomieHue 6Oydem OnybIUKOBAHO 8 — EHCeMeCSYHO
u30a8aeMom uH@opmMayuoHHom ykazamene «I ocyoapcmeennvle Cmanoapmoly

Hacrosmmii crangapr HE MOXET ObITh NOTHOCTBE) WM YAaCTUYHO BOCIPOM3BEACH,
THPAKUPOBAH M PACIPOCTPAHEH B KA4SCTBE OPUUMANBHOro u3aHus Oe3 paspeumenus Komurera
TEXHUYCCKOT'O PEryIHpPOBaHUA U METPOIOruM MUHUCTEPCTBA HHAYCTPUM M HOBBIX TEXHOJIOTHH
Pecnybnmuku Kazaxcran.
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T'OCYJIAPCTBEHHBII CTAHJAPT PECITYBJIMKH KA3BAXCTAH

HE®TEIIPOJAYKTBI

MeTton onpeaeneHHs BIATH B H30AS0HOHHBIX KHIKOCTAX
THTpOBaHMeM 0 MeToay Kapaa ®uiepa

Jarta BBeaenusn 2012-07-01
1 Ob6aacTs NpEMeEHEeHHU A

Hacrosmuuii cTraHaapT YCTaHABIIMBAET METOJ ONpEACNIEHUs Biard (BOJABI), B
U30JIALUOHHEIX JKUJKOCTAX METOJOM KyloOHOMeTpuueckoro turpoBanus Kapna Oumepa.
Hacrosmmuumii craHaapT IPUMEHUM JJI1 UCTIBEITRIBAEMEIX 00pa3oB ¢ coiepKaHUEM BOJIEI B He(TH
meree 100 %.

IMPUMEYAHUE KyrnoHOMETpUYECKUH METOA UCIBITAHMNA HMEET BHICOKYIO CTENEHb YYBCTBUTEIBHOCTH
(o6puHOo 10 Mxr H,0). Jlns Hacrosimero Meroja UCHHITAHUI TpeOyercd HCIONb30BaHUE 00OpYAOBaHUA,
CIICIMAIIBHO pa3paboTaHHOro AN KyTIOHOMETPUYECKOTO TUTPOBAHUS.

B HacrosmeM MeToxe UCHBITAaHUIT PEKOMEHAYETCA MCIIONB30BaHUE KyTOHOMETPHUECKUX
TUTPATOpPOB U peareHToB Kapna ®Oumepa.

3HaueHUs JOIDKHBI BEIpaXKaTbCA B €IMHUIIAX BEMMUMH MexXTyHapOAHOM CHCTEMBI €IUHMUILI.

B HacrosmeM craHAapTe HE MPEAyCMOTPEHO PacCCMOTPEHHME BCEX BOMPOCOB 0OecreueHUs
6esomacHocTi. [lomp3oBatens craHzapTa HECET OTBETCTBEHHOCTh 3a  YCTAaHOBJIIEHHE
COOTBETCTBYIOIIMX IMPAaBUI TEXHUKH O€30IIaCHOCTH M OXpaHBl TPyJa, a TaKKe OIpelelieHue
MPUTOJTHOCTH HOPMATHUBHBIX OTPaHUYEHHH IO NPUMEHEHHA HacTosmero craHaapra. OcoOble
TpeOOBaHUA K MepaM MPeNOCTOPOKHOCTH ITpUBeAcHEI B 8.1 1 A.2.1.

2 HopMaTHBHBIE CCBLIKH

Jlns TpUMEHEHHS HACTOAMIETO CTaHAapTa HEOOXOMUMBI CIEAYIOIHE CChUIOYHBIE
HOPMATHBHBIE JOKYMEHTHI:

CT PK 1.9-2007 I'ocynapcTBeHHas cHCT€Ma TEXHHYECKOTO PErylupoBaHus PecmyOmuku
Kazaxcran. Ilopsook mNpUMEHEHHA MEXIYHAPOAHBIX, pPETMOHANBHBIX M HAUHOHAJIBHBIX
CTaHAAPTOB HHOCTPAHHBIX T'OCYAAPCTB, APYTUX HOPMATHBHBIX JOKYMEHTOB IO CTaHAAPTHU3ALUN
B Pecrrybmuke Kazaxcran.

ASTM D 923-07* Standard Practices for Sampling Electrical Insulating Liquids
(IIpakTHueckoe pyKOBOJACTBO IO 0TOOPY P06 3NMEKTPOU3OIALMOHHBIX KUAKOCTEMH).

ASTM D 3613- 98** Standard Practice for Sampling Insulating Liquids for Gas Analysis
and Determination of Water Content (IIpakTHyeckoe pYKOBOACTBO MO OTOOpY mpod
H30IAIHAOHHBIX )KUIAKOCTEH UL ra30BOT0 UCCIENOBAHUA U OIPEICIEHUS COEPHAHUA BOJBI).

IEC 60814:97(2008)* Insulating liquids - Oil-impregnated paper and pressboard -
Determination of water by automatic coulometric Karl Fischer titration (M3omsaunoHHBIE
xugkocti—IIpomacnenHas ©Oymara u kaproH. OmpeneneHue BOIBI aBTOMATHUYECKUM
KYTOHOMETpHUIeCKUM TUTpoBaHueM Kapna @ummepa).

* TIpumersercs B coorBercrBud ¢ CT PK 1.9
** [leficTBYET TONBKO JJIS IPUMEHEHUS HACTOALIETO CTaHIapTa

H3panune opunuaabHoe
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ITPUMEYAHUE TIpu mNONB30BaHUM HACTOANIMM CTaHIAPTOM IeJIec000pa3sHO NpPOBEPUTH JAEHCTBHE
CCBUIOYHBIX CTaHAAPTOB IO €XErOIHO H3JaBaeMoMy WH(OpMamMOHHOMY yKa3aremo «HopMaTuBHEIE HOKYMEHTEL
0 CTAaHAAPTH3AIMID® 10 COCTOSHMI0O HAa TEKYIMHH TOA U COOTBETCTBYIONIMM €XEMECIIHO H3aBacMEIM
HHQOPMAIMOHHRIM yKA3aTEIAM, OMyOJHMKOBAaHHBIM B TEKYIIEM TOAy. ECIH CCHUTOYHBIA JOKYMEHT 3aMeHEH
(u3MeHEeH), TO OpHd M[OIH30BAHHM HACTOAIUM CTAHJAPTOM CIECAYET PYKOBOJACTBOBATHCA 3aMEHEHHBIM
(M3MEHEHHBIM) JOKYMEHTOM. ECIIH CCRUIOYHRBIA JOKyMEHT oTMeHeH 0€3 3aMeHRl, TO MOJIOKEHHE, B KOTOPOM JAaHa
CCBUIKA HA HErO, IPUMEHAETCA B YaCTH, HE 3aTParuBalomei 3Ty CCBUIKY.

3. CymHocTb MeTOAa

3.1 Hacrosmmii MeTOJ  OCHOBHIBACTCA HAa  KOHICHTPHPOBAHHE  IECPETOHKOM
Hoacopepxamero peaktuBa MerogoMm Kapna @umepa. [IpeanmaraeMerii MeXaHM3M pPEaKUUd

CIIC YOI

SO, + CH30H + RN = [RNH]SO;CHj3 ey
H,0 + I, + [RNH]SO3;CH; + 2RN = [RNH]SO4CH3 1 2[RNH]I
(RN = ocHoBa)

Touka SKBUBaJIEHTHOCTH OIPEAENAECTCA aMIIEPOMETPUUECKUM METOAOM C IUIATHHOBRIMU
ANIEKTPOAAMHU, C BRICOKOW UYBCTBUTEILHOCTHIO COMPOTHUBIIEHUS SIIEMEHTA IOCNIe BCTYIUIEHUS B
peaKuio ioaa ¢ BOJOH B MCTILITEIBAEMOM 00pasIie.

3.2 KynonoMerpudeckuii Mmetoa ucnuiTanuii mo Kapny ®umepy tpebyer ncnonas3oBaHus
aBTOMAaTHYeCKOIro TUTpaTtopa ¢ peareHtamu. IIpubopel Kapna ®umepa KynoHOMeTpUYECKUI
BOCCTAaHABIMBAIOT MO M3 i0ja, coaepxkamerocsa B peaktuse Kapna ®Oumepa. VcrbiTeiBaeMBbIil
oOpa3zell BBOAMTCA B AYECHKY AJA TUTPOBAHUA, TA€ HOA, UCIONB3YEMBIH IPH peaKlMd C BOJOH,
JNEKTPONUTAYECKAN BOCCTAaHABIMBACTCA AHOAHBEIM OKHCICHHEM #ofa. 3aBeplicHHE peaKUuu
ompejeniercd IUIATUHOBEIM  30HAOM. KyImOHBI  3IEKTpUYECTBa, HEOOXOAUMEBIE VLA
BOCCTAHOBIICHUA HYXXHOTO KONMMYECTBA HoJa mpeoOpas3yroTca B 00bEM BOJIBI, COAEpXKAIMIICA B
HCIEITEIBaeMOM 0Opasue ypaBHeHueM Dapanes.

3.3 Aueitka ana TuTpoBaHUA. KylOHOMETpHYECKas A4Cilka TUTPOBAHHUA, COCTOAIAA W3
3aIe4yaTaHHOr0 COCyla C pasfeNeHHON auadparMoii, cojepxkamuii aHOX M KaToj, JbO U3
3arme4yaTaHHoOro cocyga 6e3 paszjgeneHHoOi auadparMel, cogepkamuii aHO U kaTon. B sgeiike ¢
auadparMoit KaToTHOE OTAENECHUE COAEPIKUT aHAIOTHYHBIE PeareHThl, ONTUMU3UPOBAHHEIE JUIA
KaTOJHOro BOccTaHOBIEHUA. O0e AUeHKH 3alONHEHbl aHOAHBIM PACTBOPOM C COACpIKaHHEM
JBYOKHCH CEpHl, Hl0JJa U aMHHa B pAacTBOPHUTENE, COACPKAIIEM METaHOJ/XJIOpoGOpM KM
METaHOII HCIONb3yEMBIE B KAYECTBE CIIUPTA.

4 3Havenne ¥ NIpAMEHEHHE

4.1 DnexkTpuYecKue XapaKTEPUCTUKH H30MMPYOIMIMX KUAAKOCTEH MOTYT OBITh I10BEPKEHBI
OTPHULIATENLHOMY BO3JCHCTBHIO W30BITOUHOIO COAEpXKAaHUA BOABI. BBICOKOE comepikaHHE BOJBI
MOXET CHEeNaTh XUAKUHA JAUSNEKTPUK HEUPUTOAHBIM IS HEKOTOPBIX SJNIEKTPHYECKHX
MPUMEHEHUI BCIEICTBUE YXYAIICHUA KAYeCTB.

4.2 Hacrosmue CcTaHAApT OPUMEHHUM I[P IPUEMKE COOTBETCTBHUA TEXHUYECKUM
TpeboBaHUAM, KOHTpone oOOpabOTKH U OUEHKE COCTOSHHUSA HCHONB3YEMBIX KHJKHX
JUSNEKTPUKOB.

S Ilomexu

5.1 BemectBa, Takue KaK, anbJeruabl, KETOHBI, CBOOOJHBIE IaOreHbl, KUCIOTHI, a TAKXKE
OKUCIMTEIM M BOCCTAHOBUTECIM MOIYyT OTPHULATEIBHO BIUATE HA KyIOHOMETPHYECKUE
tutparopel Kapna ®@umepa. Ecnu Habmogaerca apeiidyromas xOHEYHas TOYKA TUTPOBAHMA,
aNbTCPHATHBHAA CHCTEMA PACTBOPUTEICH WM JPYrOM METOJ THUTPOBAHUA ABILIOTCA
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rapaHTUpoBaHHEIMU. Ecmm apedidyromas koHe9Has TOYKa HE MOXET OBITh HCIIPABICHA,
BEIMIMHEI TI0KA3aTEIH BOJK! JOJDKHEI BEI3KIBATH COMHEHHUE.

5.2 EmMkocte U1 XpaHeHHs oOpa3loB MOXET BIMATh Ha COACpKaHME BOARI B oOpasue
n3omMpyromux Xugkocred. [Ipy XpaHeHMM B CTEKIAHHOM €MKOCTH, CONIEpXKAHUE BOILI B
00pasie MOXKET yBEIWUIUTHCA WM YMCHBIIUTLCA, B 3aBUCUMOCTH OT HAYAIFHOTO COJICPKAHUA
BOJIBl B 00pasiie, cocofa YUCTKU W CYIIKH, a4 TAKKE MPOAODKUTETHHOCTH BPEMCHH XpaHEHHUS
Ji0 mpoBeacHuA anamusa. [IpobooTOopHEie konOw cymuTh mpu Temmeparype He 6onee 110 °C, a
TAKOKE IEPEN MIBATHEM HCIIBITATENHHOrO 00pa3a OMoIaCKMBATh UCIIKITYEMOM JKHUAKOCTBIO.

5.3 Omnb09HO HU3KKME TOKA3aHUA MOJKHO TIOTYIHTh, €CIH MPEIBIAYIIIE UCIIOIBE30BaHHEIC
mpoOHEle 00pasuel He ORUIM MMONHOCTBIO YJAIEHHl M3 CHCTEMBI pacTBopuTeleil B pabouem
nopaake. M3mumHee KONWYECTBO Macina HE MOXKET IMONHOCTBI0 CMEIMIATBCA C CHCTEMOM
pacTBOpPUTENEH, CO3[aBas MOMEXU I MPABWIGHOTO W3MEPEHHA BCEr0 COJICPKAaHUA BOABI B
ucciaegyeMoM obpasue. [lepememmBaHue JOIDKHO IMPOBOJWTHCA € TaKOH CKOPOCTBIO, YTOOHI B
BCpXHEH 4acTH pearcHTa He 00pa3oBHIBANACh MAacClfAHAA IUTEHKA. Eciu mpu MakcHUManbHOM
CKOPOCTH MEMIATKM TaKas MAaciiiHadA IUTeHKa BCe-Taku (GOpMHpYETCs, TO CIIEAyeT OCTaHOBUTH
UCTEITAHNE U YAAMTE ee. ECM Henb3A MOMYYdTh TOYHEIE PE3YNBTAaTHl, TO PACTBOP CIIEAYeT
0oTOpaKoBaTh.

5.4 Tlocne yCTaHOBKM €MKOCTH IJI1 TUTPOBAHMA M CHUCTEMBEI PAaCTBOPUTENEH, CTCHKH
€MKOCTH AJIA THTPOBAaHHUA CIETyeT YBIAKHHUTH ITyTEM KpPYrOBOTO [BIKEHHS pacTBOpa IO
cocyny.

6 Annaparypa

6.1 KynoHOMeTpUUYeCKUH TUTpATOp, COCTOAMIMA K3 SIEKTpOJa-AaTduKa, Harpy304HOIO
(paboyero) snekTpona, EMKOCTH JJI1 TUTPOBAHUA, MATHUTHOM MEIANKU U ON0Ka yIIpaBIeHU.

6.1.1 Onexrpon-pgatauk. [lapa 5nekTpoOB ONMpEACIAOMINE KOHEYHYIO TOUKY THTPOBaHUA
aMIIEpOMETPUYECKUM METOJIOM € BEICOKOI YyBCTBUTENBHOCTBIO COMMPOTHBIICHUA AICHKH.

6.1.2 Harpy3sounbie »snekTpoapl. Ilapa 5IeKTPOZOB  BHINOJNHAIOMKE KaTOAHOE
BOCCTAHOBIIEHHE H0Ja, MO3BOIMIOMIee MpoBeneHue peakuun Kapma ®umepa, cocrofmue u3
JBYX IUIATHHOBBIX IETENh WM MPOBONOK C pa3feneHHOi auadparMoil BHYTPH CTEKIIHHOTO
ycTpoiicTBa, MO0 U3 JBYX IUTATHHOBHIX METENb WM IPOBOJIOK HE pa3AeieHHbIX AuadparMoi.

6.2 TurpopanmpHas komba. TuTpoBambHas Kon0a € HIDKHUM CIMBHBIM KPaHOM I
yAaNeHUA PEareHTOB U 3allMIIEHHAA 0T aTMOC(EPHOU BIAXKHOCTH.

6.3 Memanku. CpencrtBa Ang BCTPAXMBAHHA BO BpeMSA THUTPOBAaHHUA, COCTOSIIHE U3
MArHUTHOM MEMIANKH CO CTEKIAHHBIM WM TeTPa(TOPITUIEHHBIM [IEPEMEMIUBAIOIIUM CTEPHKHEM
¢ ¢GTOpOYrIIEBOAOPOAHBIM MOKPEITHEM AMHHOM OT 2 ¢M 10 5 cM. CTepxkeHb CliefiyeT TINATeNbHO
OUHCTHTB, CIIONIOCHYTH METAHOIIOM, BEICYIIMTh B II€YM B TeUeHHE 1 4 IpH TemIeparype
100 °C, u XpaHMTh B JECHKaTOpE [0 HCIONB30BAHHA. B TrepMETH3INpOBAHHOU CHCTEME,
MTOBTOPHBIE OUHCTKA U CYIIKa He 00A3aTENbHEL

6.4 IlepeHocHrle mmpHUIpl. JOIDKHB HCIONB30BATHCA MIIPHUIBI MOAXOAAIIET0 pa3Mepa B
COOTBETCTBUM ¢ TpeboBaHUAMHM wH3roToBUTENA Npubopa. Ilepen HCIONB30BaHHEM IIIIPHIIBI
MOTyT OBITh CTEKIAHHBIMHM WM ITACTUKOBHIMH. CTEKIMHHBIC MIPUIBI CIETYET OUYHUCTUTH U
BBICYILUThH B T€UEHHE OAHOro daca rnpu temmneparype 100 °C. IImacTHKOBBIC INPHULBI CIEAYET
YTHIH3APOBATh OCHIE KaKIO0r0 UCIONb30BaHUA 00pa3ia.

6.5 Urnel. Urnel, A0IDKHEL OBITE BCTABIECHBI B IEPEHOCHBIE MIIPHIIB], HMETh JOCTATOYHYIO
JIUHY 1A BBEJICHHA 00pa3uoB HEMOCPEACTBEHHO O] MOBEPXHOCTh peakTuBa Kapna ®umepa.
OHU [IOIDKHBI MMETh JOCTATOYHO OONBLIOE OTBEPCTHE, MIA TOrO 4YTOOBI JErKO IEPEHOCUTDH
oOpasen.

6.6 Ileperopoaxu, HCHONB3yeMBIE [IM [EPMETHU3AUMM OTBEpCTHA uii oOpasua, 4To
MI03BOJIACT BBOAUTH UCCIEAyEeMbIe 00pasLbl C MUHUMATIBHOMH CTCIICHBIO 3arpA3HEHU.
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6.7 VYmnoTHuUTENbHAA KOHCHCTEHTHasA cMmaska. Ecmu B mpubope HeT YILUIOTHUTENBHOH
MPOKJIAJKA, TO KaMephl THTPOBAHMA 3all€4aThIBAIOT OT IONajaHus arMochepHoil Buaru
YILIOTHUTENIBHON KOHCHUCTCHTHON CMa3KOM.

6.8 CymunbHas edb, BAKYyMHAs WK ¢ HUPKYIALMEH BO3IyXa.

6.9 Jlecukarop, n1abopaTopHOro TUIA C LIBETOBRIM HHAUKATOPOM.

6.10 JIabopaTopHrie Beckl, ¢ TOUHOCTRIO A0 + 0,001 r.

7 PeakTHBBLI

7.1 UucToTa peaKTUBOB.

7.2 Kynonomerpuueckuii peaktuB Kapna ®@umepa, JOCTYICH B IIPOMBIIUICHHOM
Macmrabe. HMHpopmamus mo aneTEpHATUBHEIM CMECAM PAacTBOpUTENEH IpUBE/ieHa B
[Ipunoxenun A.

7.2.1 AHOJHEIN PEaKTHB - paCTBOP EMKOCTH.

7.2.2 KaToaHEI peaKkTUB - pacTBOP reHepaTopa.

7.3 IloBepounnle pacTBOpH: I[lOBEpOYHEIE pAacTBOPEI JOCTYNHEI B NPOMBIIUICHHOM
Macmrabe. [loBepodHEIe pacTBOPEI MOT'YT OHITE COCTaBIEHEI BHYTPH 1ab0paTOpHO U3 CIIUPTOB.

7.3.1 CopepxaHue BIard B BOJOHACHIIIEHHOM oOkTaHone paBeH (39,2 = 0,85) mr/em’
pactBopa.

7.3.2 BoJIoHAacHIIEHHBIX COMPT MOXET OBITh IMPUTOTOBIEH  J00aBlIEHHEM
JEMOHU3MPOBAHHOW BOJBI B CHOUPT IpH Temimeparype 25 °C, Tak, 4ToOBl KOHEYHaA CMeCh
cocTosna U3 AByx(a3HOUl cHCTEMEI, ¢ BEICOTOM (a3rl oTmuBa 2 cM. CHavyalna pacTBOp CledyeT
TIIATENBHO MEPEMENIATh U 1aTh OTCTOAThCA MpU KOMHaTHOM Temmeparype (ot 20 °C go 25 °C),
HE MEHee TpexX AHEH A JOCTYDKEHUA IOTHOTO paBHOBECHUA.

IIPUMEYAHHE Jns nocrwxeHds HauOonbIIed TOYHOCTH, pACTBOP HE CIEAyeT NEepeMEIIHBATH HIH
BCTPAXUBATH ITOCIIC OTCTAUBAHUA. Y JAIAIOT ATHKBOTHYIO YacTh 00pasna u3 BepxHel (assl U cpasy e BBOAAT €T0 B
A4eiiky TuTpoBaHHA. CTeleHb HACHIIEHUS BONOHACHIICHAOrO 1-oKTaHONa BaphupyeT <1 % mnpu Temmeparype OT
10 °C go 30 °C.

7.3.3 UyBCTBUTENLHOCTE HHCTPYMEHTA CIENYET MOBEPATH OT 1 MKI A0 2 MKI BOJBI; 3TO
MOXET YBETHYMTE 4YYyBCTBUTENBHOCTH OT 1000 mMxn go 2000 mMxin B mpefenax ykKa3aHHOM
TOYHOCTH HHCTPYMEHTA.

8 Mepbl IperoCcTOPOKHOCTH

8.1 IlupuauH 5TO OpPraHMYECKWil aMHH, HCHONB3yeMblld B peareHTax Kapma ®umepa.
BecrmupuHOBEIE peareHTEl TUTPUPYIOT OBICTpEE U MEHEE TOKCHYHBI, ¢ MEHEE BHIPAXKEHHBIM
3amaxoM, U Oonee yCTOWYHBEI, YeM NHUPUAWHOBHIE TPYNNBI. PeareHTHl MOrYT COJEpXKaTh
MMOTEHI[UANILHO OINACHBIE XUMHUYECKUE BENIECTBA, TAKUWE KaK, HOA, MUPHAWH, JUOKCHI CEPHI,
METaHON, XITopodopM, colepxalue YriaeBOJOpoAsl xiopa. IIpy CMeIMBaHWU pPEAareHTOB H
H3BIIEYCHUH PaCTBOPA U3 AYEHKH AL TUTPOBAHUA, CIEIYET HAJEBATh MEPYATKU, YCTORYHUBEIE K
XHMHYECKOMY BO3aeHcTBHIO. CrenyeT coOmomaTh OCTOPOKHOCTh BO HM30€kaHHME CITy4aifHOrO
BJBIXaHHUA MApOB, HCXOIAMINUX OT PEAKTUBOB U MPAMOr0 KOHTAKTA PEAKTHBOB C KOXEH, a TaKKe
MOMaJJaHuA B riasa. [Ipu coy4yaifHOM pa3nuBe PeaKTHBA HA KaKyH-THOO MOBEPXHOCTh, CIEAYET
MPOMBITH AAHHBIH Y9aCTOK OOMIBHBIM KOHYECTBOM BOJBI.

TTPUMEYAHUE TIlpu ucnons30BaHAM CMECH PEAKTUBOB, HMEKOIUXCA B NPOAAXE BHUMATENIHHO NIPOYUTATE
HMHCTPYKIMYU [IPOU3BOJUTEN, & TakxKe OIo/LIeTeHb o Oe30IacHOMY 00palieHHUIO C MaTepHaIaMu M COOIIONATh UX.
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9 OT00p mpod

9.1 Orbop mpo® H3ONAMOHHEIX KUAKOCTEH JOJDKEH BBIIONHATHCA B COOTBETCTBUU C
ASTM D 3613, ASTM D 923.

10 IToaroToBka npudopa

10.1 TmarenbHO OYMCTUTH WM BRICYIIMTH AYEHKYy TUTPOBAaHMA W 3aTeM CHOBa coOparh,
COTJIACHO pEeKOMEHJauusM IpousBoauTend. IloapoOHIe MHCTPYKIMK MO OYHUCTKE MPUBEACHK! B
IIpunoxenuu A.

10.2 3anomHuTE pe3epByapHl IS PEarcHTOB COOTBETCTBYIOIIMMH PEArc¢HTAMHU COTTIACHO

WHCTPYKIMAM ITPOU3BOUATEIA.
10.3 BKIro4uTh MHCTPYMEHT M JIaTh €My BpeMs Ha CTalmIm3anuro.

11 IIpoBepka (PyHKIMOHHPOBAHHAS CHCTEMBI

11.1 Ilepex HavanOM HCHEITAHWSA TOYHOCTH THUTPOBAHWA HMHCTPYMEHTA M DPEaKTUBOB
MPOBEPAIOT IYTEM HCIONB30BAHUA IOJXOJAIIETO MOBEPOYHOro pacTtBopa (cM. 7.3), KOTOpHIi
CONCPKUT W3BECTHOC KONMYECTBO Bnard. JKenarenbHO IPOBEPUTH (QYHKIMOHUPOBAHHE
CHCTEMBI, HCHNONB3yd pAacTBOpP, B KOTOPOM BIAarocofiepkaHue IpUOMM3UTENEHO pPAaBHO
BIArocoJepkaHuio B ucciaexyemMoM obpasue. IIpoBepodHsle pacTBOpEI clieAyeT onpoOOBaTh
HOBBIMH PEaKTHBAaMH I€pell Ha4aloM MccaenoBaHusa. Eciy MoBepoYHBIA pacTBOP MOKAXKET, YTO
pe3ynbTaThl HAaxOAATCA BHE AMalla30Ha IapaMeTpoOB, YCTAHOBICHHBIX MPOM3BOAMTENEM IIO
JOIMMyCTAMOMY COACPKAaHUIO BIard B pPacTBOPE, TO PEAaKTUBBl CIEAYEeT 3aMEHHUThb WM
NIEPEPOBEPHUTD.

12 Meroauka

12.1 Ilocme mpoBepkH CHCTEMBI Ha (QYHKIMOHHpOBaHHWE, HNpUOOpPY HAlOT BpeMA Ha
MMOBTOPHYIO CTaOUIM3ALHUIO [TEPE]] UCIIONB30BAHHEM.

12.2 CnenyroT HHCTPYKUMAM IIPOM3BOAUTENS OTHOCHUTENBHO IMPENNONaraeMoro pamepa
o0pasia mo oXXuAaEMOMY JHUAIa30Hy BIarocoAepiKaHus.

12.3 Hcnons3ys COOTBETCTBYIOIIHIA IIMPHUIL H Ty 110 6.4 1 6.5 0TOHPAIOT H30IHPYIOLTYIO
XKUAKOCTh U1 IpOBeAeHUA uccnenoBanus. [lepen orbopom oOpa3loB, OJUH pa3 CIIOJIOCHYTH
IIIPHUI] U UTTY XKUJKOCTBIO, KOTOPAsA IMOIEKHUT UCCIENOBAHUIO.

12.4 Ompepensror Maccy oOpasna depe3 pa3iuude OO TpeX 3HaYamuX Hudp myreM
B3BEIIMBAHUA HcclegyeMoro ofpasua A0 W mocie BBedeHUA. Jlg ompeneneHHs pa3Mepa
o0pasia, momepeMeHHO BBOJAT U3BECTHBIN 00beM 00pasia, ¢ H3BECTHOM ILIOTHOCTBIO.

12.5 XuMudeckue pacTBOPel MOrYT HCIONB30BATBCA OO HETOYHOCTEH pE3YNbTATOB
MMOBEPOYHBIX PACTBOPOB. MHCTPYKIUA O UCIIONB30BAHUIO MOBEPOYHBIX PACTBOPOB IIPUBEJEHA B
Pasnene 11.

13 O6padoTka pe3yabTaToB

13.1 Kynonomerpudeckue HMHCTpyMeHTH Kapna ®umepa, aBTOMaTUYECKH BBIYHMCILIIOT
coaepxanue Boabl. KomiruecTBo BojibI B 00pasie MOXHO BEIYUCIMTE 10 Dopmyne (2):
Conepxxanue BoJibl, MI/Kr (dacreit Ha MIWUTHOH) = A/B 2
rae,
A - Macca BOJIbI, MKT;
B - macca uccnenyemoro o6pasua, r.
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14 O14er

14.1 B oTuer BKIIOYAIOT CICAYIOMUC JaHHRIEC:

14.1.1 Conep:xanue BOABI UCCIEyeMOro oOpasla B MI/KT, OKPYTJIEHHOE 10 Oikaiimero
[EJIOr0 YHCNa;

14.1.2 UpenTudukauuro oOpasia;

14.1.3 Temnepatypy oOpa3ua mpH B3sATHH.

15 TouHOCTH H NOrPeMIHOCTD

15.1 TounocTb

15.1.1 Moryr OHITH HUCIIOJNBE30BaHE! CIEAYIOMMKUE KPUTEPUM JUIA OIPEJENEHUA TOYHOCTU
pE3YNIbTaTOB MCIEBITAHWA TO HOBEIM W MCIIOJL30BAHHEIM MAacliaM Ha YPOBHE JOCTOBEPHOCTH
95 %.

15.1.1.1 IloBropsemocTe. Pasznuune Mexay pe3ynbTaTaMy, MOTYYCHHEIMU OJHUM WU TEM
Ke OMepaTopoM Ha OJTHOM U TOM e Ipubope MpU MOCTOSHHRIX YCIOBUAX QYHKIMOHUPOBAHUS
Ha UACHTHYHOM UCCIEYEMOM BEMECTBE, B KOHEUHOM CUETE, MMPEBRIIMANO0 7 4aCTei Ha MUJUIHOH,
Toneko B 1 cirygae u3 20, B auanaszone ot 0 1o 50 Mr/kr.

15.1.1.2 BocnpomspoaumocTts: Pazmuume Mexnay OByMA OTACITBHBIMHA U HE3aBUCHUMBIMU
pe3ynbTaTaMH, MOMYyYSHHBIMH pa3HEIMH OIlepaTopaMu, pabOoTaIOMUMHU B pa3HBIX J1a00OpaTOpUAX
Ha MACHTHIHOM MCCIeAyeMOM MaTepHalle, B KOHEYHOM cuere, OyneT mpeBblmarh 14 yacTeit Ha
MUJUTHOH, TOJBKO B 1 cirydae u3 20, B nuana3zone ot 0 go SO mMr/kr.

15.2 IlorpemmHocts. IlorpemHocT METOOUKA B HACTOAIIEM METOME HCIBITAHUA 1A
H3MEPEHUA COJEPKAHUA BOJBI B AIIEKTPOM3OJALUOHHBIX KUAKOCTAX He OblIa OmpejelieHa Io
COBMECTHOMY MeXJ1ab0paTOpHOMY LHUKIMYHOMY HCCIEIOBaHHIO.

15.3 Tunmunelii npeaen obHapyxenus meroga (MDL) Ha ypoBHe 95 % nocroBepHOCTH
cocTaBUJI 8 yacTeil BOABI HA MAJUTHOH JUIA 00pa3lioB MUHEPATBLHOTO MacJa.

ITPUMEYAHUE 1 B nacrosmem crysae MDL onpeaensiercs kak MUHAMANTbHAas KOHIIEHTPAIWS BEIECTBA
KOTOpas MOXeT ObITh H3MEPEHa H 3aJOKyMEHTHPOBAaHA Ha YpOBHE 95 % IOCTOBEPHOCTH IPH MCIOIG30BAHAH 7 CM
obpasna macna. 3HaueHue B 8 wacreli Ha MWUTHOH OBUIO ONpPENENEHO MO BOCHPOM3BOAMMOCTH PE3YIbTaTOB B
Mex1abopaTOpHOM HCCIEJOBAHUM ABYX HOBBEIX M OJHOTO HCIIOIB30BAHHOIO 0Opasna Macia, COXEpKaIIero OKOIo
11 mr/xr (yacreil HA MUILTUOH) BOEI.

IMPUMEYAHUE 2 3nagerne MDL pns ornensHOM 1a60paToOpHd MOXKET OBITh HOACYATAHO IO PE3YIIETATAM
n TyONHpOBaHUAM MOTHOTO aHaH3a 0bpa3na ¢ mpuMeHeHueM ciexyromein Gopmyns (3):

MDLjgs = (s-1,095 XS 3)

e,

t (n—1,0.95)~ BEIIMIHUHA HCcIeqoBatens ¢ ans n— 1 df u ypoBens nocToBepHOCTH B 95%, 1

S = cpeaHeKBaIpaTHYHOE OTKIOHEHHE aHATHM30B 7 PEIUTHKALILH.

MDL ans oTAeNnbHO#M 1abopaTOpHH MOXKET OTIHYAThCA OT MDL B 8 MI/KT, BEIYHCIEHHOT'O
JUIS HACTOAILIETO CTaHAAPTA.
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IIpuaoxenne A
(obs3amenvroe)

Al. AnbTepHaTHBHEIE CMECH PACTBOpPHTEIEH

Al.1 HekoTophle BHICOKOBA3KHME Macia, a TaKkKe, KPEMHUHOPraHMYECKUE COCUHCHHS,
MPY TUTPOBAHUM COTJIACHO HACTOAMIEMY METOAY MCIBITAHUNA, MOTYT JJaTh HEBEPHEIC BEIMIMHEI
mo BoAc. TeM He MEHEE, MHOTHE M3 3TUX IpolieM MOryr OBITH MPEOAONCHEI ITPH MOMOIIH
MMPUMEHEHMS aTbTCPHATUBHEIX CMECEH paCTBOPUTEIICH.

Al.2 Ecmu wu3BECTHO WM MOJO3PEBACTCA, UTO CYIMIECTBYeT mpoliieMa IO TMOBOAY
OmMO0YHKIX PE3ylIbTaTOB, TO IEPE]l BBEJACHHUEM IIPEANONAaraeMoro uccieayemoro obpasua u
MOCJIC €r0 BBCJCHHA, IMPOBEPAOT IpagyupoBky (kamubOposky) mpubopa. Ecimu 3ameueHE
HECOOTBETCTBUA B IPaJyMpOBKe, CIEAYET MOCTABUTh MO/l COMHEHHE CMECh PACTBOPUTENEH WK
MPUMEHUMOCTh HACTOAIIETO METOJAa U TOrJa BO3MOXKHO, CICAYEeT 3aMCHUTh METAHOI-
XJ10poGOpPMOBYIO CMECH Ha APYI'YyIO, 60JIee COOTBETCTBYIOIIYIO CMECH PACTBOPUTENEH.

Al3 ]Jlna omnpeaeneHHBIX BBICOKOBA3KUX Macell, Jno0aBlieHHE YIrIIEBOJOPOAHOTO
pacTBOPUTENA ¢ HU3KOW MOJICKYISIPHOM MAacCOM, KaK HaIPUMED, TSTAH WIM TONYOJ, B €MKOCTh
JUIS THTPOBAHUSA OKA3aJI0Ch YMECTHEIM.

Al.4 ]Ina AMMETUICHUIMKOHOB, cMech peareHta Kapma ®umepa u d¢opmaMuja B
COOTHOMICHNH 1:]1 114 pacTBOPUTENA TUTPOBAHUA OKA3aI0Ch YMECTHBIM.

Al.5 Ecnmu ucnone3yeTca anbTEpHATHBHAA CMECh PACTBOPUTENEH, TO CIEAyeT IIPOBEPUTH
IrpagyMpOBKY HMHCTPYMEHTa WM THUTPOBAaHHOTO pacTBOpa Iepen aAoOaBIeHHEM M TOCHIe
nobaBneHus uccnepyeMmoro obpasua. Eciu uMeroTcs 3HauYUTENbHBIE pa3iU4uA B TPagydpOBKeE,
Pe3YNbTaTHl CIEAYET NOABEPTHYTh COMHEHMIO.

Al.6 Inqa ompeaeneHrua TOYHOCTH METOJA IIPH HMCIONB30BAaHWU albTEPHATHUBHON CMecH
pacTBOPHTENEH, CIeIyeT MPOBECTH aHAIN3 HCCIENYyEMBIX 00pa3LoB C U3BECTHBIM COACPKaHUEM
BoAbl. Ecmu Takux 00pa3noB HET B HATMYWH, TO JNIA OUEHKH YyBCTBUTEIBHOCTH WHCTPYMEHTA
CIleqyeT IPUMEHHUTD ITPOMBIIIICHHEIE CTAHAAPTE] MM BOAOHACHIIEHHBIN OKTaHO.

Al.7 BcneactBue Oonmpmoro pa3HOOOpa3sus H3ONUPYIOMIUX JKAOKOCTEH H CHCTEM
pacTBOpHTENEd, HET KaKOro-IMOO MONOXKEHUA IO TOYHOCTH M MOTPEMHOCTH IS HACTOSIIHMX
MO HKAITHIA.

A2, Ouynmenne eMKOCTH AJA TATPOBAHMSA H 3JIEKTPOA0OB

A2.1 CI/ICTeMy, A ITONIYUIE€HHA HAEKHBIX PE3YIIBbTATOB, CICAYET COOCPIKATE B UHCTOTE.

[IPUMEYAHUE Ilpomenypsl, NEpeYUCIEHHEIE B  HACTONIIEM  JOKYMEHTE, HpPEeIyCMAaTPHBAIOT
KCIIONB30BaHUE A30THON KHUCIOTH, B BUIE IOpAY€H, KOHIEHTPUPOBAaHHON KUCIOTH WIH 75% BOXHOTO pacTBopa.
A30THas KUCIIOTA U €€ Mapbl MOT'YT BEI3BATh CEPhE3HEIE OyKOTH. Pabora ¢ a3oTHOH Kucnoroi Tpebyer ape3MepHOr
ocTopoxHocTd. JlaHHas mpoleaypa NODKHA IPOBOIUTHCH THIOAbMH, KOTOPHIE CIENUATU3MPYHOTCA Ha pabore c
TAKUMH BEIeCTBAMH U 00y4eHbI Oe30nacHOMY O0paIIEHHI0 C 3THM BEUIECTBOM H €T0 YAAIEHHEM.

A2.2 OuucTky Iydme BCEr0 IMPOBOJUTh COOTBETCTBYIOIIMM  pacTBOPHUTENEM,
IPEAHA3HAYCHHBIM JUI1 aHAMU3UPYeMbIX 00pa3noB. Tak Kak IpPOMBIIMIECHHBIE TEHEPATOPHI
H3rOTaBIMBAKOT U3 CTEKIA, INTATHHBI UMM TETPAQTOPITUIECH (TOPUPOBAHHOTO YIIIEBOJOPOAA, TO
OHM MOI'yT IPOTUBOCTOATE MHOT'MM PACTBOPHUTEIAM M CHIIBHBIM KHCIOTaM. ECIM U3BECTHO, YTO
pacTBOpUTENb HaanexamuM o0pa3oM O4HMCTUT (PHUTTY, TO €ro MOXHO HCIONB30BaTh. B
IIPOTUBHOM CIIy4a€ MOKHO MCIIONB30BATh CICAYIOIIUI METOA.

A23 Ecmu ¢purra 3acopeHa, T0 OOBIYHO €€ YHCTAT HMCIONB3Yd METAHOJ, IOCIE 4ero
OIOJACKUBAIOT BOJOH, M 3aTEM a30THOM KUCIOTOM. [IpuMeHEeHME CTPYHHON OYMCTKHA BOJOH MU
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IIPUMEHEHNE BaAKYYMHOI'O HAcoca JUI1 OTKAYKH JKHUAKOCTH depe3 QpurTy ImoMoraer obecneduThb
9HCTOTY OTBEPCTHH QPHUTTHL.

A2.4 B nauane pa3oOparb reHeparop M MpomoNocHyTh Bomoil. Hanmomuuts HeOosbImOMN
XMMHYECKUN CTaKaH JOCTATOYHRIM KOTMYECTBOM a30THOM KMCIOTHI JJI1 OKPRITUS QPUTTE], B TO
BpeMsA KOTJla reHeparop OyaeT MeJIeHHO IOorpyXaTthcs B Hee. [IpukpenuTh BOJOCTPYHHBIN
HAacOC K TEHEpaTopy M IPOIyCTUTh JOCTATOYHOE KONMMYECTBO KHUCIOTH depe3 (purry Ao
MOKPEITHA, IO MEHBIIECH Mepe, karoaa. Kucnora BHayane OyaeT TeMHO-KOpPUYHEBOH. YamuTh
3Ty KHUCIOTY M NPOIYCTUThL 4epe3 (PpUTTY AONMOIHUTENHHOE KONIWYECTBO KUCIOTH! IIOKA 4epes3
¢puTTy, 10 TEX NMOP, MOKA KUCIOTA HE CTAHET OECIBETHOIA.

A2.5 BONBMIMHCTBO OTIOXKEHUNA MOXKHO YAATUTh UCIIONB3YA 75% a30THYO kucnoTy. Jlns
HEKOTOPHIX OTJOXEHUH MOTpedyeTcs MCIONb30BaHUE ropsdeid, KOHICHTPUPOBAHHON a30THOM
kucinoToil. Buauane cnegyer mompo6oBaTe YMCTKY BOAHEIM 75 % pacTBOPOM a30THOM KUCIOTHI,
U TOJIKO MOTOM, €CIIM OTJIOXKEHUS HE YAAIAHOTCA, CIEAYeT UCIONb30BaTh KOHICHTPUPOBAHHYIO
a30THYIO KHCIIOTY.

A2.6 Tlocne mpoBeAeHUA OUYMCTKM OT OTJIOKEHWH (QPUTTEI WM T'eHeparopa, Wi o0ouXx,
(asoTHOI KHCNOTON Kak W3nmoxkeHO B A2.3 — A.2.5), cnegyer yOeauTbcsd, YTO BCE OCTATKU
a30THOM KUCIIOTH XOpOIIO YAANCHH ¢ 000pYAOBaHMA BO BpeMs OIMOJNACKUBaHHUA BOJIOM, mOCHE
YEeTo clelyeT ONMONaCKUBAaHKE METAHOJIOM.

A2.7 BricymuBarOT BCH) YCTAHOBKY B M€uM B TedeHHe, He MeHee 30 MHUHYT INpH
temmeparype 65°C nepen cO0pKoii 1 IOBTOPHBEIM 3aII0JIHEHHEM YCTAHOBKHU.

A2.8 Bea cucrema TpebyeT 3MM30AUYECKON YHUCTKH, B TO BpeMA KaK I'€HepaTop CleayeT
YUCTHTh NepHOAMYecKH. IIpoBepAroT 30HJ Ha HamM4YMe TPEIUH B CTEKIC WIM Ilapa B
CTeKILTHHOM TpyOke. EcnM B KpBIIKE WM TeHEPaTOPHBIX TpyOKax HMMEIOTCA KaKue-Tubo
BEHTHALIMOHHEIE OTBEPCTUA, TO MX CHEAYeT AEpkKaTb OTKPHITHIMM M BpeMS OT BpPEMEHHU
npoBepATh. [IpOKOHCYNTBTUPOBAaTBCA € PYKOBOACTBOM II0 SKCILUTyaTalMH MPOU3BOAUTENA
OTHOCHTENBHO OOIMUX METOUK OYHUCTKH.

YAK 662.753.1:006.354 MKC 75.160.20

KnmoueBble c10Ba: KyrmoHOMEeTpudeckoe TUTpoBanue o merony Kapma ®umepa; cBoboaHas
Boja; meron Kapna ®umepa, pearenr Kapna ®umepa, BmarocopepxaHue, NPOBEPOYHBIC
PacTBOPHI AN PACTBOPUTENCH; COACPIKAHUE BOBI




