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rocCT ISO 13082—2014

MNMpeancnoBue

Lienun, oCHOBHbIE NPUHLMMEI U OCHOBHOW MOPSIAOK NPOBEAEHUA paboT No MeXrocyaapcTBEHHOW cTaHaap-
Tnsaummn yctaHosneHsl FOCT 1.0—92 «MexrocynapcTBeHHaa cuctema ctaHgaptusaumn. OCHOBHbIe Nonoxe-
Husa» n FOCT 1.2—2009 «MexrocynapcTeeHHasi cuctemMa ctaHgapTusaunn. CtaHaapTbl MeXrocyaapcTBeHHbIE,
npasuna n pekomeHaaLun no MexxrocyaapcTBeHHoM ctaHgaptusaunn. Mpasuna paspaboTku, NPUHATUSA, NpUMe-
HeHWA, OGHOBMEHNA N OTMEHbI»

CBepeHUA o cTaHpapTe

1 NOArOTOBNEH OTKpbITEIM akuMoHepHbIM 06LWecTBOM «Bcepoccuiicknini HayuHo-uccneaoBsate-
NbCKUN UHCTUTYT cepTuUKaLMm» Ha OCHOBEe COBCTBEHHOrO ayTEHTUYHOTO NepeBoAa Ha PYCCKUIA I3bIK MeXAY-
HapoAHOro cTaHaapTa, yKasaHHoro B NyHkTe 5

2 BHECEH ®epepanbHbiM areHTCTBOM MO TEXHUYECKOMY PerynnupoBaHuio U Metponorun (PoccTan-
Aapr)

3 NMPUHAT MexrocyaapcTBeHHBIM COBETOM M0 CTaHAAPTU3ALMN, METPOIOrMU 1 cepTudukaumnm (NpoTo-
kon ot 30 uiona 2014 r. Ne 68-I1)

3a npuHATUE NporonocoBanu:

KpaTtkoe HauMeHoBaHWe CTpaHbl Kop crpaHbl CokpalleHHoe HauMeHOBaHUe HaUMOHANbHOTO opraHa
no MK (MCO 3166) 004—97 no MK (MCO 3166) 004—97 no cTaHAapTU3aLUK

ApmeHus AM MuH3akoHoMKKM Pecnybnuku Apmenus

Benapyck BY locctanpapt Pecny6nvkmn benapych

Kupruams KG KbipreiactangapT

MongoBsa MD Monaosa-Ctangapt

Poccus RU Poccrangapt

4 TMpukasom defepansHOro areHTCTBa No TEXHUYECKOMY PErynnupoBaHuio U MeTponorun ot 1 aBrycta
2014 r. Ne 859-cT MexrocygapcteeHHbl cTaHgapt FOCT ISO 13082—2014 sBeaeH B AeUCTBME B Ka4eCcTBe Ha-
unoHaneHoro craHgapta Poccuitickoin degepaumm ¢ 1 aHBaps 2016 T.

5 Hacrosawwnin ctaHgapT uaeHTUdeH MexayHapogHomy ctangapty I1ISO 13082:2011 Milk and milk
products — Determination of the lipase activity of pregastric lipase preparation (Monoko n MoroyHele Npoayk-
Thl. OnpeaenexHne akTUBHOCTU NNasbl B Npenapartax npe4kenyaoyHon nunassl).

MexgyHapoaHbli cTangapT paspaboTaH nogkoMuteTom SC 5 «Monoko 1 MonouHble NPoayKThl» TeXHU-
Yyeckoro komuTeTa rno craHgaptmsaumm ISO/TC 34 «Muwesblie npogykTel» MexayHapogHow opraHusaummn no
cTaHgaptusauum (ISO).

MepeBog ¢ aHrMUIACKOro A3bIka (en).

OduumanbHbIn 3K3EMMIIAP MeXayHapoaHoro cTaHaapTa, Ha OCHOBE KOTOPOro MOAroTOBMNEH HacTOALWNA
MeXrocygapCTBeHHbIN cTaHdapT, umeeTcst B PegepanbHOM areHTCTBE MO TEXHUYECKOMY PEryrnvpoBaHuio y
MeTponoruu.

CreneHb cooTBETCTBUS — UAeHTuuHas (IDT)

6 BBE[AEH BMNEPBbLIE

Urpopmayusi 06 usMeHeHusIxX K Hacmosiuemy cmaHdapmy ny6ruKyemcs 8 exxe200HoOM UHOpMayUuoH-
HoM yKa3amere «HayuoHarbHeie cmaHOapmbi», @ mekem UsMeHeHUU U ornpasoK — 8 exXxeMecsayHoM UHGHOp-
MalyUOHHOM yKasamene «HauuoHanbHbie cmaHOapmei». B criyyae nepecmompa (3amMeHbl) uiu OmMMeHsi
Hacmosiueao cmarOapma coomeemcemsyioujee yeedomneHue bydem ornybruKosaHo 8 exxeMecayHOM UHOp-
MayuoHHoOM ykasamerne «HauuoHansHsie cmaHOapmei». Coomeemcemayiolyasi uHgbopmauyusi, ysedomneHue u
meKcmbl pasMelwaromesi makxe 8 UHgopmayuoHHolU cucmeme obuieao ronb30eaHuss — Ha ouyuaTbHOM
calime ®edepasbHo20 azeHmMcmesa 1o MexHU4eCKoMy peayruposaruio U Mempornoauu 8 cemu lIHmepHem

© CraHgapTtuHdopm, 2015

B Poccuiickon defepalyn HacTOALLNIA CTaHAapT He MOXET ObITb MOMHOCTBLIO UMM YaCTUYHO BOCTIpOU3BeE-
OeH, TMpaXXNMpoBaH U pacnpocTpaHeH B KadecTBe odmuuanbHOro usaaHusa 6es paspeweHusa degepanbHoro
areHTCTBa Mo TEXHNYECKOMY peryrnMpoBaHuio 1 MeTposiornm
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BBegeHue

JInnasbl (K 3.1.1.3) — 370 rpynna actepas, KoTopble rMAPONnU3yoT 3MyNbrMpoBaHHble Tpuauunriuue-
pUHOBbLIE 3bUPEI, ABMASOLLMECS OCHOBHBIM KOMMOHEHTOM MOJSTIOYHOIO XUpa.

Kommepueckune npenapatbl NpegXenyaoyHon nunasbl 1 HEKOTOpble ChidyXHble npenapatbl (nactoob-
pasHble U XXKnakne) cogepkat nunasy, nonyyeHHyo OT TeNAT, KO3NAT U ArHAT. [JlaHHble npenapatbl n1nasbl Uc-
nonb3yTcs 0COBEHHO LWMPOKO NPU MPOU3BOACTBE ChIPOB UTANbSIHCKOTO TUNa, Hanpumep Romano, Provolone
1 Asiago, a Takke B ApYrnx aHanorm4HbIX copTax CbipoB M MOMOYHEIX NPoAyKTaxX, MoaMMLnpoBaHHbIX obaBs-
neHveMm epMeHTOB, Kak 3To onucaHo B bronneteHe 294 IDF [6]. NpumeHeHue nunasel He gonyckaeTtcs B Feta,
0fHaKo ee 4acTo UCNomb3yIoT B cbipax Tuna Feta.

Hacrosawunin meton ocHoBaH Ha 6ase metoga FCCIV anst akTMBHOCTU MpemxkenyaodHon nunassl [7],
opHako metog FCCIV B npeacTaBneHHoM Buae paspaboTaH B HE4OCTAaTOMHOM CTENEHM, NPexae BCero 3To ka-
caeTcs npurotosrneHus npob n cybctpatos. Tem He meHee MeTog FCCIV MoXeT cnyXXuTb NonesHon Mogenso
ANns paspaboTKM HacTosILEro cTaHaapTa.
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M E X T OCVYJOAPU CTUBETHTHUbB 1 C TAHOLAPT

MOJIOKO 1 MOJNTOYHAA NPOAYKUUA
OnpegeneHue akTUBHOCTM NUNa3sbl B NpenapaTtax npeaxenyao4yHon nunasbl

Milk and milk products. Determination of the lipase activity of pregastric lipase preparation

Darta BBeaeHna — 2016—01—01

1 O6nacTb NnpUMeHeHus

HacTtoswmin ctaHgapT yCTaHaBnMBaeT MeToa onpeaeneHns akTMBHOCTM nunasbl. OH pacnpocTpaHsieTcs
Ha npenapatbl npep,menyp,quoﬁ imnasbl, B TOM HACNE CbIHYYXXHYIO NACTy XKUBOTHOIO NMPOUCXOXASHUA.

MpumeyaHune— He 660 NpoBegeHO CPaBHUTENBHBIX UCNbITAHUM AAHHOIO MEeToAA, NOCKOIbKY He Obin onpe-
JAeneH cTabunbHbIN CTaHJapTHLIN cybeTpar. C Apyroi CTOPOHbI, CPaBHUTENBbHBIX UCTIbITAHUIA He TpebyeTcs, ecnu cybeTpar
OEMOHCTPUPYET BbICOKYIO BOCTIPOU3BOAMMOCTL U XOPOLLIO onpeaensieTcs.

2 TepMuHbI 1 onpeaeneHus

B HacTosileM cTaHgapTe NpUMeHeH criefyioLuii TePMUH C COOTBETCTBYIOLLNM onpeaeneHneMm.
2.1 mexayHapopgHas eauHuua nunasebl, ILU (international lipase unit, ILU): BenuunHa aktuBHOCTU Nu-
nasbl, KoTopas 0cBOGOXKAaET MaCISHYIO KUCAOTY CO CKOPOCTbIO 1,25 MKMOML/MUH NPUY 3afaHHbIX YCMOBUSX.

MpumevaHns

1 AKTMBHOCTb MNa3sbl BoipaxaloT Nnbo B MexayHapoaHbix eanHnuax nunassl (ILU) Ha 1 r npogykTta, nubo Ha 1 cm?®
npoaykra.

2 [aHHoe onpepeneHvie 6asnpyeTcs Ha HENOCPEACTBEHHOM U3MEPEHUN KONUYECTBa TUTPYIoLero pacteopa. Mpu
3TOM He yuMTbIBaeTCs olmnbKa, CBSI3aHHasA C HEBO3MOXHOCTBIO TUTPOBaHUSI ManbIX MOMSIPHBIX KOHLEHTPaUui MacnsiHom
KnenoTel (4 %), He NOABEPXXEHHON AnccoLunaumnn.

3 CywHocTtb meToaa

MeToq OCHOBaH Ha HeWTpanvsalnm PacTBOPOM rMapokcuaa HaTpua ¢ nomollblo pH-ctata ceoboaHbIX
XKMPHBIX KUCNOT, HanpyMep MacnsHOW KACMOThI, Mocne ruaponusa nnunason Tpurnuuepuaosbix 3upos (Tpu-
ByTupurH). PacueT akTueHoCTM nunassl B egmHuuax ILU Ha 1 cm3 unu ILU Ha 1 r ocHOBaH Ha ydeTe KonuyecTsa
rmapokcuaa HaTpusi, N3pacxofoBaHHOro 3a 3agaHHbIA Nepuoa BpeMeHu.

Beuay otcyTcTBMSA cTandapTHoro obpasua cybcTpaTta pekomeHayeTcsl, 4Tobbl B UCMbITaHWe Bbina BKIo-
yeHa KOHTporbHas (M3BecTHas) npoba.

4 PeakTuBbl

B npouecce aHanmsa, eCnn He ykasaHO MHa4de, MCNOoJb3YyHoT PEeaKTUBbI TOJTbKO HpI/ISHaHHOIZ aHanmTunyec-
KOW CTENEHWN YNCTOThI U AONCTUNNNPOBaHHYIO NI AeMUHepariM3oBaHHYH BoAY, nnéo BOAay 3KBUBANEHTHOM YnC-
TOThbI.

MapKa PeaKTUBOB MOXET BITUATb Ha pe3ynbraTbl ACMbITAHUA. Takum 06pasoM, nepen ncnonb3oBaHnem
peakTnBoB MapokK, OTNTMYHBIX OT NepeYnCrneHHbIX, Heobxoaumo YAOCTOBEPUTLCH, UTO OHU AaloT aHanormvyHble
pesynbetarthl.

UzpaHne ocpnumansHoe
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4.1 TpubyTupuH (rMuUuepunTpubyTupar), Hanpumep dupmel Merck, Ne 1.01958.0100", unu aHanoruu-
HbIA NPOAYKT.

4.2 Hartpus kaseuHart, Hanpumep cupmbl Sigma C86541), unu aHanorvuHbIiA NpoayKT.

4.3 JleuntuH u3s coeBbix 60608, Hanpumep durpmel BDH Prod. 298631), unun aHanorMyHblil npogyKT.

4.4 Xuakvin napacduH. CnegyeT ucnonbsosatb NapaduH, KOTOPbIA B 3HAYUTENLHOW CTENEHU XUAKUA
(UM aHanorMYHbIA NPOAYKT — Nerkoe MMHepanbHoe Macno), Hanpumep dupmbl Merck, Ne 7174.1000, unu
aHanoru4HbIA NPoAYKT.

4.5 HaTpoHHas ussecTb, rpaHysnbl [Carbosorb®)], Hanpumep dupmebl BDH, Ne 3311041, unu aHanorny-
HbIA NPOAYKT.

4.6 Hartpus ruapokeug, pactsop, ¢ (NaOH) = 0,025 mons/aM3, uMmetoLLmiics B Npoaaxe Uinm KoTopblid ro-
TOBSIT, K&K 3TO YKa3aHO HUXe.

Mpu nomolwy nuneTkn (5.1) goGasnatot 25,00 cM® pacTBopa ruapokcuaa HaTpyUst MOMSIPHON KOHLEHTpa-
Ly 1 Mmone/am3 ¢ TOMHO M3BECTHLIM TUTPOM B €MKOCTb BMecTUmocTbio 1000 cm3. flosogsaT ob6beM Boaol Ao
METKN.

PacTteop NaOH monspHoit koHueHTpauuu 0,025 Mmonb/aM3 XpaHAT B 3aKpbITON EMKOCTU, B YCNOBUAX 3a-
LIMTLI OT BO3AENCTBUS AMoKCUAa yrnepoada Bosayxa, Npu nomowm nosyuwku ana CO, ¢ HaTPOHHOW U3BECTLI0
(4.5) npu KOMHaTHOI TeMmnepaType B TedyeHue 1 Mec. HaTpoHHY0 U3BECTb MEHAT o0AWH pas B roA.

Mpwn cMeHe napTvu rugpoKkcuaa HaTpusi NPOBEPAOT haKTUIECKYD CTaBUNbHOCTL TUTPa NYTEM CpaBHe-
HWSI CTApOro 1 HOBOTO TUTPYIOLLMX PAcTBOPOB, HANPUMeEpP NP NOMOLLM KOHTPOMbHOM NPOGLI.

B cny4ae npob ¢ HWU3KOW aKTMBHOCTLIO N PYHHOTO TUTPOBaHUA Ucnonb3ytoT pacteop NaOH monsapHoi
koHLUeHTpauum 0,010 monk/am3 BMecTo pacTBopa MONAPHON KoHueHTpauun 0,025 monk/am3. Mpu ucnonbso-
BaHuM pacteopa NaOH monsipHoli koHueHTpauun 0,010 monb/aAM3 TOYHOCTL MeToaa Bo3pacTaerT.

PacTteop NaOH monspHoii koHueHTpauun 0,010 Monb/am3® HecTabuneH, ero roToBAT HeNocpPeaCTBeHHO
nepeg MCnonb3oBaHWEM (NoKa COXPaHSETCs yCTaHOBNEHHbIN TUTP). Mpy ncnonb3oBaHUKM AaHHOMO pacTeopa
pac4yeThbl KOPPEKTUPYIOT B COOTBETCTBUMU C chopmynon (1).

4.7 IleUWTWH, pacTBOP MaccoBoi koHUeHTpauuel 10 %. B emkocTb BMecTUMocTbio 100 cm® nomeluatot
10,0 r neunTHa 1 pacTBopALOT ero B 95 cm3 xuakoro napacvHa npu nepeMeLMBaHun ¢ NOMOLLbIO MarHUTHOA
meLuanku. MpogormkuTensHoCcTb NepemelunaHua — 1—2 cyt. Korga neumTuH NOnNHOCTLIO pacTBOpUTCS, 40-
BOOAT 06BEM 0 METKN XXUAKAM napacnHOM.

PacTBop neunTuHa XpaHAT B XONOAUINbLHUKE B TeYeHWe 0AHOro roaa.

4.8 KoHTponbHasa npoba. B kaxayo ceputo ucneitaHniA Npob npenapaTtoB nunasbl BKAOYAOT KOHTPOSb-
Hyt0 Npo6y N3BECTHON aKTUBHOCTU. Pe3ynbTaTbl COXPaHAT U UCNONb3YIOT AN oLeHKU pa3bpoca pesynsTaTtos
ncnbiTaHNsS.

KoHTponbHoi Nnpo6oit MoxeT 6bITb NOCNeAHAA NpoaHanM3anpoBaHHasa Nnpoba unm Apyroi XopoLUo U3Bec-
THbIA obpasel,

Ecnu meToz, NnpUMeHsieTcs BNepBbie, crneayet UCnonb3oBaTh KOHTPOSbHYIO Npoby, NonyyYeHHyo U3 Apy-
roi naéoparopuu, NMbo AnsA nocneayoLein cepum aHanunsa B kKa4ecTse KOHTPONbHON Npobbl crieayeT UCTONb-
30BaTb MNepByl0 nNpoaHanuaupoBaHHylo npoby. Mpu HeobxoaUMOCTU KOHTpOMbHble NpPobbl XpaHAT B
xonoaunnbHuKe.

NMpumeyanune—ITlpn KOHTPONE ChIMY)KHOW NACTbl MOTYT BO3HUKHYTb TPYAHOCTM B NOMyYeHUM Haanexalen
KOHTPONbHON Npo6bl.

5 O6opyaoBaHue

WUcnonbayloT 06bluHOE nabopaTtopHoe 060pyaoBaHue U, B YaCTHOCTU, HUXKeNpuseaeHHoe.

BmecTo ykasaHHoro naboparopHoro 060pyaoBaHUa MOXHO UCNONb30BaTh APYroe, ecrin OHO rapaHTupy-
€T Nony4YeHne AOCTOBEPHLIX Pe3ynLTaToB.

5.1 MukponuneTka unm niobas apyras nunetka, BMecTuMocTbio 1 M 10 cm3, ¢ nosTopaemocTbio 0,5 %
Wnn Bbie.

5.2 KonGbl MepHble ¢ 0aHON METKOW, Tpebyemoi BMecTuMocTm o [3], knacc A.

5.3 BaHs BoAaHas, ¢ BHeLLHe: uupKynsauunein Bogel, cnocobHas noaaepXueatb NOCTOAHHYIO TeMnepary-
py B peakUMOHHOM cocyae Ha ypoBHe (42,0 £ 0,5) °C.

K MpumMep NoaxoaAwWEro NPoAyKTa, 4OCTYNHOro B Npogaxe. [laHHas nHdopmaumsi npusoauTtes ans yaoberea no-
nb3oBaTenemn HacToAWEro cTaHaapTa U He HaknaabiBaeT 06a3aTenbCTB o CTopoHb! ISO.

2
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5.4 Cwmecutens Warren"), Ultraturax) unu aHanornyHoe o6opyaosaHue.

5.5 ObopygosaHue, Bkrodatowee pH-ctat, co cnegyrownMm KOMMNOHEHTaMN:

a) TepMocTaTMpyeMblil peakLMOHHBIA Cocyd, NOAXOASLIMA AN 3HEPTUYHOrO NepeMeLIMBaHnsa npu no-
MOLLUM MEeXaHN4YEeCKOM UMM MarHMTHOW MeLLanKu;

b) GlopeTka Ans TUTPOBaHUS;

C) 3anucbiBatoLlee YyCTPOWUCTBO, NPUHTEP UMM KOMMbIOTEP.

[0na aTux uenei aensetca nogxoaawum Metrohm 718 Stat Titrino™). [lonyckaeTtca ncnonssosaHve ycta-
HOBKW AN py4YHOro TUTPOBaHWS, OOHAKO 3TO MOXET CHU3UTb TOYHOCTb MeToaa.

Onsa uenen 4OCTOBEPHOCTW Pe3ynsTaToB KOHTPOMS NepeveHb Ucnonbsyemoro o6opyaoBaHust crnegyet
yKasblBaTb B MPOTOKOME UCTBbITaHWA.

5.6 TomoreHunsatop Stomacher unn mewkn Stomacher, 4nsi pacTBOPEHNs CbIYY>KHOW NacTbl, HAaNpUMep
cTaHaapTHble Melkn BA 6041, Seward?), unv aHanornyHsle.

6 OT60p Npod

B nabopatopuio HeobxoanMo HanpaenTb pernpeseHTaTUBHYHO Npoby. OHa He AomkHa BbITs NoBpexaeHa
WK N3MeHeHa B NpoLiecce TPaHCMOPTUPOBAHWS WU XpaHEHNS.

OT160p Npob He ABNAETCA YacTbio MeToAA, YCTAHOBINEHHOIO B HACTOsALLEM cTaHaapTe. PekoMmeHayeMblit
meToa oTbopa npob ycrtaHoBneH B [2].

AHanusunpyemble Nnpobbl xpaHaT npu TeMmnepatype 5 °C nnn HWxe B TedeHne 2 mec. B criyyae anutenb-
HOro XpaHeHus Npobbl XpaHAT B 3aMOPOXKEeHHOM Buge, Hanpumep npy MUHyc 18 °C, NockonbKy Takue ycnosust
CYLLECTBEHHO YBENUUMBAIOT CTabUNbHOCTL NOPOLLIKA SMMNasbl.

7 lMpoBeaeHwe aHanu3sa

7.1 Cy6eTtpar

600 Mr kasenHaTa HaTpus (4.2) pacTBopsiloT B 95 I BoAbl B cocyae-cmecutene. flo6aensior 0,5 cm® pac-
TBOPAa NeunTuHa (4.3) u 1,0 cm® TpubyTrpuHa (4.1). MepemMelunBatoT Ha HU3KOM CKOPOCTU B TeueHue 60 ¢. Cy6-
CTpaT nepeHocsT B KONGY UNN XUMUYECKUA CTakaH W BbIAEPXKMBAIOT NPU KOMHATHOW TemnepaType npu
nepemMeLLnBaHM MarHUTHOM MeLwankon, paboTatowen Ha HA3KON CKOPOCTMH.

Cpok xpaHeHus cybeTpata — He 6onee 4 u.

7.2 MpuroTroBneHue aHanNU3UpyemMoro pactTeopa nunasbl

7.2.1 Xupkaa npo6a nunasbl

B MepHyto kon6y BmectumocTbio 100 cm? (5.2) oT6UpatoT nunetkoi TpeGyeMoe KoNMUYecTBO KUAKoW Npo-
6bl MMNasbl UMM KOHTpomnbHOW Npobbl ¢ uenbio nonyveHua 100 cm® pacTBopa nunasbl KOHUeHTpauuei
(4 £ 1) ILU/cm3. OoBoasaT o6bem Boaon 40 METKU.

MpwumeyaHune—[lonyckaeTcs UCNONBb3OBAHWE MEPHbIX KONG pasnuyHoi BMecTUMOCTH, NMBo Npoby MOXHO
aHanuaupoBaTh 6e3 pa3baBneHusi, ecnu akTMBHOCTb Nunasbl 5 ILU nnu Hmnxe.

7.2.2 Nopolwkoo6pa3Han npo6a nunasbl

MopoLwok nunasbl MOXeT BblTb HEOAHOPOAHBLIM. [iNA B3ATUS penpe3eHTaTMBHOM Npobbl NOPOLLIOK OCTO-
POXHO NepemelLMBatoT. B xumuyeckom ctakaHe B3seLuMBaoT Tpebyemoe KonMYecTBO Kaxxaon nopolkoobpas-
HoW NPoGbl NUNasbl UMK KOHTPOMbLHOM NPoGLl AnA nonyveHna 100 cm3 pacTBopa NUNasbl KOHLEHTpaLmMen
(4 £ 1) ILU/cm3.

PacTBopsloT aHanuaupyemyto Npoby nunasbl UK KOHTPONbHYo Npoby B 90 cM3 BoAb! NPY NOCTOSIHHOM
N 3HepruyHom nepemelumsaHuun. MNMposepaoT 3HaveHne pH 1 gosogAT ero, NpyM HeobxoaMMocCTH, 40 3Hade-
HuA (8,50 + 0,10) pH pacTBopom ruapokcnaa HaTpua MonsIPHON koHueHTpaumm 0,1 monb/am3, no6aensas ero
rnocTeneHHo, AaBas Bpemsl yctaHoBUTbCA pH. Mocne nonHoro pacTBopeHust B TeyeHue He MeHee 20 MUH
pacTBop NepeHoCcAT B MepHyto konby ¢ 0aHON MeTkoi BMecTUMocTbio 100 cm3 (5.2). looaaTt o6beM BoaoM
A0 METKMN.

PacTBop nunasbl NepeHoCcAT B CyXON XMMUYECKUA CTakaH U HenpepbiBHO NepemelunsatoT. PacTBop aHa-
NN3NPYIOT B KpaTyaLLMe CPOoKU, HO He No3aHee YeM Yepes 2 4 Nocre NpUrotoBreHus npobel nunasbl. 3anucbl-
BatoT koadppuLmeHT pasbasneHus d (paBHbIN o6LemMy o6beMy B cM® Ha rpamm unm B cm3 Ha cM3 Npobbi).

" MpviMep nNogxoaswero NpoaykTa, A0CTYNHOro B npogaxe. [laHHasi undpopmaums npuBoauTcs ans yaoberea no-
Nb30BaTeneln HacTosILLEero CTaHgapTa u He HaknagbiBaeT 0683aTensCTB co cTopoHbl 1ISO.
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MopoLLoK NMNaskl YacTo UMEET NIOXYIo PaCTBOPUMOCTb, U 3TO CBOWCTBO 3aBUCKT oT pH. Bbicokue 3Have-
Huga pH oBrieryatoT pacteopeHue. PelualoLm MoOMeHTOM Arisl XOPoLUeint BOCNPOU3BOANUMOCTH AABMISKOTCS YCMo-
BUSI, KOTla Npy pacTBOpeHUW NopoLLKa Nunassl 3HadeHne pH Bceraa oauHaKkoBo.

MpumeyaHun e —pu HEOGXOAMMOCTU MOXHO MCMONbL30BaTh MEPHBIE KONGLI Pa3NUYHOW BMECTUMOCTM.

7.3 Mpob6a cbivy)XHOW NacTbl

[Ans nonyyeHusi oAHOPOAHON KOHCUCTEHLIMU ChIYYXHYIO NacTy nepemeluvsatoT. B 40 cm® Boabl B MeLuke
Stomacher (5.6) pactBopsitoT (15 £ 1) r cbiuy>kHOI nacTbl. PerynupytoT pH nonyyeHHoro pactsopa Ao 3Hade-
Hua (8,50 = 0,10) ea. pH pacteopom NaOH monsipHoi koHueHTpaumm 0,1 monb/am3. Ucnonbays roMoreHnsa-
Top Stomacher (5.6), roMmoreH1M3UpytoT pacTeop npu ckopocth 230 06/MUH B TeweHue 60 c. BHOBb perynupytoT
pH go 3HaveHus 8,5 ea. pH 1 aHanM3npyoT NonyyYeHHyo Npoby cbivy>KHOW NacTbl B KpaTyanLume Cpoku, HO He
nosgHee Yyem yepes 2 4 nocre npuroToeneHus!.

[HonyckaeTcsa NpoBOAUTL FOMOreHU3aLMIo pacTBOPa Chlvy>XHON NacTbl BPyYHy'o B MeLlike Stomacher B Te-
YyeHue 60 c.

3anncbIBaloT TOYHOE KONMMYECTBO B3ATOM NPoBbl U CyMMapHOe KONMMYecTBO pasbasrneHHon npobbl, B
rpamMmmax, ¢ TOYHOCTbIO 10 TPETbEro AeCATUYHOIO 3HaKa.

Onpegensiot koadduumeHT pazdbasneHus d (8.1) cbivyxHOI NacTbl: 06Lasa macca pasbaBneHHON npo-
66l (B TOM uncne macca npobbl CbIMY>KHOIN NacTbl), AeNeHHas Ha Maccy nacThbl.

TunuyHas cbluyxHasi nacta obragaeT HU3KOW akTUBHOCTbLIO. ECnn B aHanusMpyeMom pacTBope He Joc-
Turaetcs TpebyeMas akTUBHOCTb (4 + 1) ILU/cM3, pacTBOp Cbiuy>KHOWM NacTbl aHanusupytoT 6es ganbHellero
pasbasneHus. B gaHHOM crniyyae B NPOTOKOME UCMbITAHUIA OTMEYaloT, YTO aKTUBHOCTb aHanM3nMpyemoro pac-
TBOpa 6bina HUXKe 3HaYeHUA akTUBHOCTU Tpebyemoro avanasoHa.

7.4 MeToguka aHanusa

7.4.1 MNoproTtoBka o6opyaoBaHUA

7.4.1.1 ObopyaosaHue AN aHann3a rotoBaT B cooTBeTcTBUM ¢ 7.4.1.2—7.4.1.7.

7.4.1.2 TpoBogaT npeaBapuTenbHbIA HarpeB BoasiHoW 6aHu (5.3) Ans gocTwkeHust TemnepaTyphbl
42,0 °C BHYTpM peakumoHHoro cocyaa. MNpu HeobxoaMMocTK Temnepartypy BoasiHoi 6aHu cnerka perynupyor
ANA JOCTVXKEHUS TeMnepaTypsl B peakLUMoHHOM cocyae Ha ypoeHe (42,0 + 0,5) °C.

7.4.1.3 3anonHsioT 6lopetky (5.5) pacTBopoM ruapokcuaa Hatpusa (4.6).

7.4.1.4 TpagyvpytoT pH-anekTpoga.

7.4.1.5 YcraHasnuBatoT pH TUTpoBaHWA Ha 3HavyeHun 6,20 pH unu BeIGUpaoT YCTaHOBNEHHYHO NOSb30-
BaTenem nporpammy TUTPOBaHWS NUNasbl.

7.4.1.6 YcTaHaBnuMsaoT peaKUMOHHBIA cocyd Ha TUTPATOP U BKNOYAIOT MeLUarnky.

7.4.1.7 YcTaHaBnuealoT roToBble ANsl aHanusa pH-anekTpoa u TepMomeTp.

NMPEAYMNPEXAEHUE — JHepruyHoe nepeMellnBaHue NO3BOMSET peakuuu nNpoTekaTb ONTU-
ManbHbIM 06pa3om.

7.4.2 UcnbiTaHune

WcnbiTaHne npoBoaAT cneayrowmnm obpasom.

a) Mpu nomom nunetku (5.1) goGasnsatoT 10 cm3 cy6eTpara (7.1) B peakuMoHHbIN cocya.

b) Mpu nomolum nuneTku (5.1) go6asnsioT 1 cM® aHanNU3MpyeMoro pacTeopa nunassl (7.2) Unn Chivyx-
Ho nacTbl (7.3) k cybeTpary.

¢) HauuHatoT TUTpOBaHWe 1 NPOBOAAT ero B TedeHue 15 MuH. MNepBble NATb MUHYT UCNONb3YIOT 418 A0-
BeaeHus pH go sHadveHns 6,20 pH, npu aToM pacxoa ruapokcuaa HaTpus B pacyeTax He yunTbisatoT. CTabunb-
Hoe 3HaveHue pH Ha yposHe 6,20 pH AomKHO GbITb AOCTUMHYTO B TeYeHUEe NepBbiIX 4 MUH TUTPOBaHUS.
3anncelBaloT pacxop ruapokcuaa HaTpus B TeueHune nocnegHnx 10 MuH [MonsapHas KoOHUeHTpaLuus ¢ B hopmy-
ne (1.

Ecnu 3HaveHue pH He gocturno ctabunbHoro sHaveHus 6,20 pH B TeueHne nepBbIX ABYX MUHYT TUTpOBa-
HUs1, TO 3HaYeHue pH perynupytoT nyTeM AobaBneHns BpyYHyo C MOMOLLbIO NUMNETKU conaHon kucnotbl (HCI)
MOMSIPHOA KoHUeHTpauuu 0,1 Monb/am® unmn 1 mone/am® go nonydeHus 3Hadenua pH B auanasoHe
(6,20 + 0,02) pH nocne 4 MyuH TUTpoBaHus. MNMpyu HEOBXOAUMOCTMU UCTIbITaHNE NOBTOPSIHOT.

CKopocTb pacxofa ruapokcuaa HaTpus AormkHa 6biTh NHeHOW. Ecnv pacxo HeNMUHENHbIA, 3TO MOXET
6bITb 06YCoBNeHO HEAOCTaTOuHbLIM NepeMeLumBaHeM. Heobxoammo o6ecneunTb 3HepriHoe nepemMellnsa-
Hue, Habnoaas, 4To6bl Ha NOBEPXHOCTU XXUAKOCTU B peakLMOHHOM cocyae Npoucxoanno nepemMelleHe cme-
cu. MpoBepAldT NMHENHOCTL KPUBO TUTPOBaHWS, HaNPUMepP NyTEM 3anucK pacxoga pacTBopa ruapokcuaa

4



FOCT ISO 13082—2014

HaTpus B TeYeHWe ABYX nocreaoBaTerbHbIX MepuoaoB NPOAOHKUTENIbHOCTBIO 5 MUH Kaxabl BMECTO nocrea-
HUX 10 MWH, 1 CpaBHWBAOT PACX0M B TEHEHME KaXXAoro nepuoaa ¢ Lenbio NoATBepXAeHUs NIMHENHOCTN.

Kak npasuno, HeT HeoBXxoAMMOCTU NPoBeAEHNs XOrocTol Npobbl. TeM He MeHee, eCn aKTUBHOCTbL Ni-
nasbl B aHann3nmpyemoi npobe HacToNbKO HU3Kas, YTO HEOBXOANMMBIN ypoBeHb akTUBHOCTA B (4 + 1) ILU He Mo-
XeT BbITb OOCTUrHYT, aHanu3npyHT XOMocToe 3HadeHue npobbl BoAbl, KOTOPOe 3aTeM criedyeT BblYecTb.
[JlaHHoe geicTBWe perucTpupytoT B NPOTOKONE UCMbITaHWA, yKasbiBasl, YTO akTUBHOCTbL Bbina Hke HopManb-
HOro YPOBHS, paspeLueHHOro AaHHbLIM METOAO0M.

WcnbiTaHus xonocToi npobel NpoBoaaT neped aHanmsom npo6. Ecnu nocnegHss aHanusupyemas
npoba gaeT NONOXMTENbHLIA Pe3ynbsTaT, U3SMepPSAOT BTOPYIO XONOCTYIo NPoby Kak okoHYaTenbHoe ucnbiTa-
HWe, 4ToBbl YAOCTOBEPUTLCSA, YTO NONOXUTENbHBIA pesynbTat He obycrnoBneH 3arpssHeHuem cybcTpara
cnegamu nunassbl.

JonyckaeTca Ucnonb3oBaHWe peakLMoHHOro cocyaa BMecTumocTkio 20 cm3, npu aToM k 20 cmB cybeTpa-
Ta go6asnsioT 2 cm Npobhl. B 3ToM crydae nonydeHHbIN pesynstar AenaT Ha 2.

MpumevaHnwns

1 Pacxopn pacteopa mapokcuga HaTpust MOnsipHON koHueHTpaumm 0,025 monb/am3 (MonspHas KOHUEHTpaumsi ¢ B
8.1) cocraensiet 1,5—2,5 cm3.

2 MMpepgen konuyecTBeHHOro obHapyxeHusn o6bi4HO coctaensieT 0,04 ILU/cm3, uTo cooTBETCTBYET pacxogy pacTBo-
pa rmapokcmaa HaTpusi MonsipHOM koHueHTpaumm 0,025 monb/am3 B konuuectee 0,020 cm3.

3 XenarteneHo, 4To6bl HEOGXO0AUMOE 3HaueHne pH GblNo YCTAHOBMNEHO B TeHeHWe 4 MUH UCNbITaHWA 1 BbINo cTa-
OMnbHBIM B NpOLIEcce BCEro UCNblTaHWs, Tak Kak y4eT pacxoga rapokeuaa HaTpus HAYMHAETCA C WeCTON MUHYTbl TUTPO-
BaHWs.

8 PacueTbl U BbipaXeHue pe3ynLTaToB

8.1 PacueTbl

AKTVMBHOCTbL NUNaskl B aHanuanpyemon npobe a, B MexayHapoaHbIX eanHulax nunasel (ILU) Ha 1 runu
1 cM3, paccunThIBalOT Mo hopmyne
_V.c-f,-d

a=——, 1
=y (1)

rae V — obbeM nspacxogoBaHHOro pacteopa ruapokcuga Hatpus (7.4.2), cms;

€ — MONAPHas KOHLIEHTPaLMs TUTPYOLLEro pacTBopa ruapokcuaa HaTpus, Monb/ams;

f; — ko3P DULIMEHT NepecHeTa MUMNUTPaMMOB MaCIISIHON KACIOTbI B MUKPOrpamMbl;

f, — koatbULIMEHT NepecyeTa akTUBHOCTU Ha 1,25 MKMOMb/MWUH B COOTBETCTBUW C OnpeeneHnemM;

d — koadbpuuneHT pazbasneHns npobbl;

t — Bpems, B TeYEeHMe KOTOPOro Habnogancsa pacxod rmapokcraa HaTpusl, MUAH.

DaHHyto hopMyny MOXHO YNPOCTUTb, BKIIOYMB U3BECTHBLIE BenuuuHbl: ¢ = 0,025; f, = 1000; £, = 1,25;

t =10:

a,=V.2,00d. (2)

8.2 BbipaxeHue pe3ynbTaToB
PesynbtaThbl BbipaXatoT C TOMHOCTLIO A0 TPEX 3HaYaLmX Ludp.

9 lMpeun3noHHOCTb

9.1 MexnabopaTopHoe UCNbITaHUe

3HayeHns NOBTOPSIEMOCT U 1 BOCMPON3BOANMOCTH, NMOSTyHYEHHbIE HAa OCHOBE AaHHOTo MexnabopaTopHoro
ncnbITaHUs, onpegeneHbl B cooTBeTCTBUN ¢ [4] 1 [5]. MoapoGHOCTN AaHHOrO MexnabopaTopHOro UCNbITaHKs,
KacatoLnecs npeLnsnoHHOCT MeToda, NpuBeaeHsbl B NpunoxeHun A.

HaHHble 3HaueHns BbipaxeHbl Anst 95 %-HOro YPOBHSI BEPOATHOCT U MOTYT BbITb HEMPUMEHUMBI K Ana-
nasoHaM KOHLeHTpauuii u pacTeopam, OTANYHEIM OT NPUBEAEHHbIX.

Ecnu B kOHEYHOM uTOre pesynbTaThl 4EMOHCTPUPYIOT CyLlecTBeHHO MeHbllee, yeM 95 % cnyyaes,
COOTBETCTBUE 3HAYEHUAM, NpuBeaeHHbIM B 9.2 1 9.3, pekoMeHOyeTCs1 MPOBECTU YCOBEpPLUEHCTBOBaHUE
MeTtoaa.
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9.2 lMoBTOpAAeMOCTb

KoachdpuumeHT BapuaLym nosTopsieMoctu C,,, BbIpaXeHHbIA B NPOLIEHTaX, KOTOPbIA NoKasbiBaeT MaMeH-
YMBOCTb HE3aBUCUMBIX aHANMUTUYECKUX pesyrsTaToB, MOMYYEHHbIX OAHUM W TEM XXe onepaTopoMm, Npu Ucnonb-
30BaHUK OAHOrO U TOTO XXe 060pYAoBaHUS NPU TEX XKe YCIOBUAX Ha OAHUX U TEX XKe aHanM3upyeMbix npobax B
TeyeHue KOPOTKOro UHTepBana BpeMeHn, AorkeH He Gonee YeM B 5 % cnyvaes npeBbiwath 9,9 % cpeaHea-
prhbMETUYECKOro 3HaYEHUs pe3ynLTaToB aHanuaa.

Mpu npoBeaeHnn ABYX onpeaerneHnid Npu AaHHLIX ycrosusix abconoTHaa pasHuua r,,, B NPoLeHTaXx,
Mexay ABYMs pesyrnbTatamun He AorpkHa Npesbllath 27,7 % cpegHeapudMeTUYecKoro pesynsraTtoB aHanmaa.

9.3 BocnpousBoaUMOCTb

KoachchuumeHT Bapuanm Bocnponssoaumocty C,, , BbIPaXeHHBbIN B NPOLI@HTaX, KOTOPbIN XxapakTepusy-
€T U3MEHUUBOCTb HE3aBUCUMBIX aHANUTUYECKUX Pe3ynbTaToB, NoMy4YeHHbIX onepaTopaMu B pasHblx nabopa-
TOPUSIX, NMPX UCMOML30BaHUM PasNUYHOro 0B60PYACBaHMS B pasnMUHbLIX YCNOBUSX A5 aHanM3a oaHUX U TeX Xe
aHanusupyemblx Npob, AomkeH He Gonee YeM B 5 % crnyyaes npesblllath 24,5 % cpeaHeapudMeTUYeckoro
pesynbLTaToB aHanusa.

Mpu npoBeaeHWM ABYX onpedeneHwi Npy AaHHbIX ycrnoeusx abconoTHas pasHuua R, B NpoLeHTax,

MexXay ABYMS pesyrnbTatamun He AorpkHa npesebilaTth 68,7 % cpegHeapndMeTnHeckoro pesynsraTtoB aHanmsa.

10 MNpoTokon ucnbiTaHUN

MpoTokon UcnbITaHWI QOMKeH coaepXaTb crneayoLLyo UHopMaLmio:

a) Bcto nHpopmauuio, HeobxoanMYHo Ans NOMHON UAeHTUdKUKaLMM NPoodhl;

b) ucnonbsyemelit MeTog otb6opa Npob, ecnn oH U3BECTEH;

C) ncnonb3yeMbliA METOA CO CCbIMKOW Ha HACTOALLMIA CTaHAAPT;

d) BCce geTanu npoBeaeHUA aHanusa, He YCTaHOBMEHHBIE B HACTOSILLEM CTaHAapTe UK paccmaTpusae-
Mble B Ka4yecTBe ankTepHaTUBHbIX, BMecTe ¢ AeTansamn, cnocoBHbIMU NOBAUATL HA pesynbTaTbl aHanusa;

€) nony4yeHHble pesynsTaTbl aHanMaa;

f) B cnyyae npoBepku NOBTOPAEMOCTU — OKOHYATEMbHbIA NONYYEHHBLIN 3aperMcTpMpoBaHHLIA Pe3ynb-
Tar.
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Mpunoxexnue A
(o6a3aTenbHoe)

Pe3ynbTathl MeXnabopaTopHbIX UCNILITAHUIA

A.1 O6wme nonoxeHnaA

MexayHapogHoe COBMECTHOE UenblTaHWe, BKovatowee 12 naboparopumn n3 cemmu CTpaH, NPOBOAUITIOCH C UCTMONb-
30BaHWeM NnopoLLka NpeapxenyaoyHo nunasel. Micneitanve 6e1no opraHmnsoesaHo M. Harboe, [lanusi. PesynbTathl ucnbita-
HUI BbiNM NOABEPrHyTE cTaTMcTUYeckoMy aHanuay O. Leray (PpaHums) B COOTBETCTBUM C [4] 1 [5].

A.2 Mpo6bl n pesynbTaThl

MexayHapoaHoe COBMECTHOE MCMbiTaHWE NPOBOAMNITIOCH C MPUMEHEHUEM LIECTU PasnyHbIX NapTUI KOMMEpPHYECKO-
ro NopoLLKa Nunasbl, Kaxaasi N3 KOTOPbIX UMena HU3KWIA, CPedHUI N BbICOKUIA YPOBHU akTMBHOCTM. [pobbl coaepxanu
npemKenyaoyHyo Nunasy TensT, STHSAT W KO3MAT oTAeNbHO Unn B cMmecu. [laHHble wecTb Npo6 Obinu pasgeneHsl Ha 12 He-
o6o3HaveHHbIX NPob-aybnukaTos.

PesynbTaThl, npuBegeHHble B Tabnuue A.1, OCHOBaHbl Ha MexnabopaTopHOM UCMbITaHUKW, NpoBedeHHoM B 2009 T,
U He cogepkat AgaHHble nabopatopum Ne 8 ansi npob 2/5 (Cochran), nabopatopun Ne 1 ans npo6 3/4 (Cochran) n nabopa-
Topumn Ne 12 ans npo6 8/9 n 7/11 (Grubbs).

Tab6nwunuya A.1— Pesynsrartel MexnabopaTopHOro UCMbITaHWs

Mpo6a nunassl
HaumeHoBaHue nokasaTens
2/5 3/4 1/6 10/12 7/11 8/9 CpepHee
BbICOKas BbICOKasA cpenHan cpeaHsas HU3Kas HU3Kan 3Ha4YeHune
YUucno nabopaTtopuii nocrie UCKo-

YeHus BbIGpocoB 12 12 12 11 10 10 —
CpeaHee 3HadeHue, ILUT 88,9 80,8 51,1 45,3 9,3 21,2 —
CTaHgapTHOe OTKMOHEHME MOBTO-

pAemocTy s, 10,5 7,2 55 2,3 1,4 1,7 —
Koathhmument Bapuaumm noBTops-

emoctu Cy, , % 11,8 8,9 10,8 5,2 14,6 8,1 9,9
Mpeaen noBTopsieMocT! 1 29,3 20,1 15,5 6,5 3,8 4.8 —
AGconioTHast pasHuMua noBTOpsie-

MOCTH I, % 33 24.8 30,3 14,5 40,9 22,6 27,7
CranpgapTHOe OTKITOHEHWE BOCNPO-

M3BOAMMOCTM S, 15,5 17,3 12,7 12,5 2,2 6,7 —
KoachdumumeHt Bapmaumm socnpo-

nasogumoctm Cy g, % 17,4 21,5 24,8 27,6 24,2 31,8 24,5
Mpeaen Bocnpoussogumoctn R 43,3 48,5 35,5 35 6,3 18,9 —
AGconioTHasi pazHuua BOCNPoOn3Bo-

ammoctm R, % 48,7 60,1 69,3 77,3 67,7 89 68,7
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