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Mpepgncnosue

Llenn, ocHOBHbIE NPVHLMMLI M 06LLMe NpaBuia NPoBeAEHNSA paboT Mo MeXrocy4apCTBEHHON cTaHAapTM3aLmm
yctaHoBneHsl FTOCT 1.0 «MexrocygapcTBeHHas cuctema craHgaptnsauumn. OCHOBHble nonoxexus» n FOCT 1.2
«MexrocyiapcTBeHHas cuctema ctaHgapTmaummn. CtaHAapTbl MEXTOCYAAPCTBEHHbIE, NpaBUia U pekoMeHaaLmm
No MEXrocyAapCTBEHHOW cTaHAapTu3auun. Mpasuna pa3paboTku, NPUHATWS, OGHOB/IEHUSI U OTMEHbI»

CBepeHna o cTaHgapTe

1 PA3BPABOTAH HekommMepueckoli opraHusaumeli «Poccuiickuii cotos nponssoguteneli cokoB» (PCIIC)
2 BHECEH ®egepanbHbiM areHTCTBOM N0 TEXHUYECKOMY PerysiMpoBaHuio U MeTposiormm

3 MPUHAT MexrocygapcTBeHHbIM COBETOM MO cCTaHgapTu3auuu, MeTposiorMm u ceptudukaunm
(npoTokon oT 14 Hoabpsa 2014 r. Ne 72-M)

3a NpuHATME NPOros10CcoBasIn:

KpaTkoe HaumeHoBaHWe CTpaHbl Kopg cTpaHbl o MK CokpaueHHOe HaMMeHoBaHMWe HauuoHa/llbHOTro opraHa
no MK 1MCO 31661 004—97 <MNCO0 3166)004-97 no ctaHgaptu3saymm
ApmeHus AM MWH3KOHOMUKMN Pecny6nmku ApmeHuns
KaszaxcTaH KZ FoccTtaHpapT Pecny6nunku KasaxcTaH
Kuprususa KG KbiprbeiactangapTt
Poccun RU PoccraHpapTt

4 Tpukasom degepanbHOro areHTcTBa N0 TEXHNYECKOMY PerysimpoBaHvio U MeTposnorum ot 19 Hos6ps
2014 r. N9 1665-cT mexrocyfgapcTBeHHbIi ctaHgapT MOCT 32919—2014 BBefeH B AeliCTBME B Ka4ecTBe Ha-
LuMoHanbHoro ctaHgapTta Poccuiickoli ®epepauun ¢ 1 sHBapsi 2016 T.

5 BBEJEH BMNEPBbIE

6 NMEPEN3OAHWVE. Hosbpb 2019 1.

MHdopmaumsa o BBegeHnn B aolicTeue (MpekpalieHun geiicTBMA) HacTOoAWero craHgapTa u nsme-
HEeHWIA K HEMY Ha TeppuTOpUM YKa3aHHbIX Bbille rocyaapcTB nybankyeTca B ykasaTenax HaunmoHa bHbIX
CMIOHAAPTOB. U3AaBaeMbIX B 3TWX rocyfapcTBax, a Takxe B ceTUW VIHTepHeT Ha caliTax CooOTBETCTBYO-
LLMX HALUMOHaNbHbIX OPraHoB No cTaHhapTu3auuu.

B cnyyae nepecmoTpa, M3MEHEHUS WM OTMeHbl HacTOSALLEro cTaHgapTa CoOTBeTCTBYyoLWas
nHchopmaumsa byaeT onybnukosaHa Ha ouuManbIloM MHTepHeT-caiiTe MexXrocyaapcTBEHHOro coBeTa
no cTaHgapTu3aymmn, meTponorn n cepTudukaummn B kaTanore «MexrocygapcTBeHHble CTaHAapTbI»

© CraHpapTundopmM, ochopmeHmne. 2014, 2019

B Poccuiickoii ®efepaumy HacTOALWMIA CTaHAaPT He MOXET 6biTb NOSTHOCTLIO WK
YacTMYHO BOCMPOM3BEAEH, TUPAXNPOBaH U pPacnpocTpaHeH B KayecTBe ognumanbHOro
n3gaHus 6e3 paspelleHns deaepasibHOrO areHTCTBa No TEXHWUECKOMY PerysimpoBaHuto
¥ MeTponorumn
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M E X T OCUY 4APCTBEHH bl 7 CTAHAAPT

NPOAYKL WA COKOBASA
MeTO,CI, onpeageneHnsa oCTaTovYHbIX KO/IMYECTB MeTaHOoNa

Juice products. Determination of trace quantities of methanol

NaTa BBegeHnsa — 2016—01—01

1 O6nacTb NPUMEHEHUS

HacToswwmii cTaHgapT pacnpocTpaHsieTcs Ha KOHLEHTpUpOBaHHble (PpyKTOBbIE 1 OBOLUHbIE COKM, KOH-
LLeHTPUpOBaHHbIe (hPYKTOBbIE N OBOLLHbIE MIOPE W KOHLEHTPUPOBaHHbLIE MOPCHI (4asiee — COkoBas MPOAYykK-
L1s) U yCcTaHaBMBAET METO/, ra3oxpomaTtorpacdyeckoro onpesesieHuss MaccoBOi 401U MeTaHoNa.

[nana3oH nsmepeHuii MaccoBoii onn metaHona — oT 5 Ao 250 MH'1 BKIYMTENBHO.

2 HopmaTuBHbIE CCbIJTKU

B HacTosiLem cTaHAapTe UCMONb30BaHbl HOPMAaTVBHbIE CChINKM Ha CrieayroLme MexXrocyaapCTBeHHble
cTaHjapThbl:

FOCT 8.315 locyaapcTBeHHas cucTeMa obecrneveHuss eguHcTBa usmepeHuin. CtaHgapTHble 06pasLibl
cocTaBa M CBOICTBA BeLLeCcTB U MaTepnanoB. OCHOBHbIE MOIOXEHUSA

FOCT 12.1.004 Cuctema ctaHgapToB 6e3onacHocTu Tpyaa. MoxapHas 6e3onacHocTb. Obuwme Tpebo-
BaHWA

FOCT 12.1.005 Cuctema ctaHgapToB 6e3onacHocTu Tpyga. O6Line caHuTapHoO-rurmeHnyeckme Tpebo-
BaHWA K BO34yXy paboueli 30HbI

FOCT 12.1.007 Cuctema cTaHgapTtoB 6e3onacHocTu Tpyaa. BpeaHble BeuwiectBa. Knaccudukauus n
o6wme TpeboBaHMA 6e30MNacHOCTU

FOCT 12.1.019 Cuctema ctaHfapToB 6e3onacHocTn Tpyfa. dnektpobesonacHocTb. Obuwune Tpebosa-
HVA 1 HOMEeHKNaTypa BUA0B 3alinTbl

FOCT 1770 (MCO 1042—83. NCO 4788—80) Mocyaa mepHas nabopaTopHas cTeknsHHas. Limnunapsl,
MEH3YPKW, KONbbl, NPO6UpKN. OB6LLNE TEXHUYECKME YC/TOBUSA

FOCT 3022 Bopopopg TexHuuecknit. TexHuueckne ycnoBus

FOCT 17433 MNpomblwneHHasn uncrota. CxaTblil Bo3gyX. Knacchl 3arpA3HeHHOCTH

FOCT 26313 lMpoaykTbl NepepaboTkn hpyKTOB 1 OBOLEl. MpaBuna NpMemkn 1 Metoabl oT6opa Npob

FOCT 26671 lMpoaykTbl NepepaboTkun (OPYKTOB U OBOLLEN, KOHCEPBbl MSACHbIE U MSICOpaCTUTESbHbIE.
MoaroToBka Npob AN NabopaToOpPHbIX aHA/IM30B

FOCT 26703 Xpomatorpachbl aHanmTuyeckne rasosble. ObLMe TexHuyeckme TpeboBaHuA U MeTofbl
ucnbITaHWi

FOCT 28311 [lo3atopbl MeanunHCKMe nabopaTopHbie. ObLmne TexHUYeckne TpeboBaHNsA U METoAbl MC-
nbITaHWI

FOCT OIML R 76-1 lNocypgapcTBeHHasi cuctema obecnevyeHns eanHCTBa U3MepeHuin. Beckbl HeaBToMaTh-
yeckoro gelicteusa. Yactb 1. MeTponoruyeckne n TexHmyeckne TpeboBaHus. VcnbitaHns

FOCT ISO 3696 Boga gna nabopaTopHOro aHanmsa. TexHuyeckne TpeboBaHMSA U METObl UCMbITAHNAT

11 B Poccuiickoii ®epepauunn gelictesyetr FTOCT P 52501—2005 «Bopga anst nabopaTopHOro aHanusa. TexHnyeckune
ycnoBus».

Mn3paHune ocpuynanbHoe
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FOCT NCO 5725-1—2003 To4yHOCTb (MPaBUALHOCTb M NPELU3NOHHOCTbL) METOA40B U pe3ynbTaTtoB 13-
MepeHuii. YacTb 1. OCHOBHbIE NOMOXEHUS 1 onpeaenieHns’ >

FOCT NCO 5725-6—2003 TouHOCTb (MPaBW/ILHOCTb M MPELN3MOHHOCTb) METOAO0B M pe3ynbTaToB M3-
mMepeHuid. YacTb 6. Vicnonb3oBaHne 3HayeHnli TOYHOCTH Ha npakTuke2*

FOCT NCO/M3K 17025—2009 O6wume TpeboBaHMA K KOMNETEHTHOCTU UCNbITATeNbHbIX U KanMbpoBoY-
HbIX nabopaTopuii

MpumevyaHne — TIpy NONb30BaHUN HACTOALWMM CTaHAapPTOM Liesliecoo6pasHo NpoBepuTh AeliCTBME CCbIoY-
HbIX CTaHAapTOB M KnaccudukatopoB Ha ouuynaribHOM NUHTepHeT-caiTe MexrocyAapcTBeHHOro coBeTa No cTaHAapTu-
3auunn. MeTponorum n ceptudmkaymm (mvw.easc.by) nnm no ykasatensiMm HaLMoOHaslbHbIX CTaHAAPTOB, M3JaBaeMbiM B
rocyfapcrtBax, ykasaHHbIX B NpPeAucioBUM, NN Ha OULMaNbHbIX caliTax COOTBETCTBYIOWMX HaUVMOHa/IbHbIX OPraHoB Mo
cTaHpapTusaumm. Ecnm Ha fOKYMeHT aHa HefaTupoBaHHas CCblflka, TO CriefyeT UCMO/b30BaTh AOKYMEHT, AelicTBYIOLWNiA
Ha TeKyWWnii MOMEHT, C Y4eTOM BCeX BHECEHHbIX B HEro UamMeHeHWn. ECnyn 3amMeHeH CCbIIOYHbIA [OKYMEHT, Ha KOTOPbIWA
AaHa jaTupoBaHHas CCblfika, TO cnefyeT UCMOMb30BaTb YKasaHHYIO BEPCUIO 3TOTO AOKyMeHTa. Ecnu nocne npuHATUSA
HacToALWero cTaHAapTa B CCbIIOYHbIN AOKYMEHT, Ha KOTOPbIA faHa faTupoBaHHas CCbl/ika, BHECEHO N3MeHeHue, 3aTpa-
rmpatoliee NosioXeHne, Ha KOTOPOe aHa CCblflka, TO 3TO MOJI0XKeHUe NpuMeHsieTcsa 6e3 yyeTa JaHHOro usMeHeHus. Ecnm
CCbUIOYHBIA JOKYMEHT OTMeHeH 6e3 3aMeHbl, TO MOJI0XEHNE, B KOTOPOM flaHa CCbl/IKa Ha Hero, NpYMeHsAeTCA B 4acTu, He
3aTparnsatolleil aTy CCblKy.

3 TepMUHbI U onpeaeneHns

3.1 rpagyvmpoBoYHan xapakrepuctuka (calibration function): ®yHkUMOHaNbHAsA 3aBUCUMOCTb U3Meps-
€MOro CuMrHana oT cofepXXaHusa onpeaensiemMoro KOMNOHEHTa, BbipaXeHHas B BUAe MateMaTuyeckoin hopmy-
Nbl. rpaduka v Tabnauupl.

3.2 BHYTpeHHuUii ctaHgapT (internal standard): CoeguHeHne, koTopoe fobasnsieTcs B Npoby, CXoaHoe
no CTPYKType 1 6amn3Koe no hnsmko-XxMMmyeckum CBONCTBaM C onpegensieMbiM KOMNOHEHTOM, HO He cofep-
xatuleecsi B npobe.

4 CywHOCTb MeToaa

MeTog ocHOBaH Ha npeABapuTefnibHOM Harpese npobbl o 80 °C Ans nepesoja coAepXxallerocs mera-
Hosa B mapoByto chasy, rasoxpomaTorpaduyeckoM OTAENEHNM ero Ha KanuaaspHOR KONOHKe 1 nocneaytowem
OeTeKTMpoBaHMEM Ha NiaMeHHO-UOHU3aLMUHHOM [leTekTope.

MaccoByto f0110 MeTaHo A BbIYMCAT Nocne fobaeneHns kK npobe BHyTPEHHEro ctaHaapTa c UCnoJsib-
30BaHMEM rpagyvpoBOYHOrO KoadhduumeHTa.

MpofomknTenbHOCTL onpegeneHns — He 6onee 30 MUH.

5CpeacTBa U3MepeHuii, BcnoMmoratesibHoe o60pyfoBaHue, Nocyaa, peakTussl
n matepuarsnsbl

5.1 Xpomartorpad rasoBblii, OCHaLLEHHbI NIaMEHHO-MOHN3ALNOHHbIM AeTEKTOPOM, KanuaisipHoOl Ko-
JIOHKOW. aBTOMAaTU4YEeCKO cucTemoli BBoAa NapoBoli hasbl ¢ AesiMTesieM NOoToka, TeEPMOCTATOM W CUCTEMOM
cbopa 1 06paboTkM faHHbIX. TEXHUYECKME U METPOSIOrMYECKNEe XapakTepPUCTUKN NaMeHHO-MOHN3aLMOHHOI0
AeTekTopa A0/MKHbl cOOTBETCTBOBaThL TpeboBaHusam FOCT 26703.

5.2 KonoHka razoxpomarorpaduueckas kanunnspHas anvHoii 30 M 1 BHyTpeHHUM avameTpom 0.25 M.
CO CTaunoHapHo has3oil Ha ocHOBe 3OMPOB NOANITUAEHIZIMKOSA, MO3BOAAKOLWASA NONYYNTb TPEOyeMoe Xpo-
mMaTorpaduueckoe paszeneHue TonwmnHoi cnos 0,25 Mkm3).

5.3 Becbl HeaBTOMaTM4yeckoro gelicteust no FOCT OIML R 76-1, cneuuansHOro kinacca TOYHOCTM C Hau-
60nblIMM MpedenomM B3gelwwnBaHusa 210 r v npegenom gonyckaemoi norpewHoctn + 0.0005 r.

5.4 Kon6bl mepHble 2—50—2a. 2—100—2a no NOCT 1770.

1) B Poccwiickoii ®epepauunm gelictByeT Takke FOCT P MCO 5725-1— 2002 «TOYHOCTb (MPaBUbHOCTb 1 NpeLunsn-
OHHOCTb) METO/0B 1 pe3y/ibTaToB M3MepeHunit. YacTb 1. OCHOBHbIE NOIOXKEHNSA U ONpefeneHns».

2> B Poccuiickoit ®epepaunn geiictByeT Takke FOCT P CO 5725-6—2002 «TOYHOCTb (MpaBWIbHOCTb U NpeLmn3mn-
OHHOCTb) METOZOB U Pe3ynbTaToB N3MepeHuii. YacTb 6. Vicnonb3oBaHve 3HauYeHNii TOYHOCTM Ha MPaKTUKE».

3) KonoHka Tuna Restek Stabilwax-DA. lonyckaeTca NpuMeHeHMe KanuanspHbIX KOJIOHOK APYTnX TUNoB, o6ecneyn-
BaloLWMX aHANOTNYHbIA MOPSAAOK BbIXOAA KOMIMOHEHTOB U Tpe6GyeMyto CTeneHb pa3aeneHus.
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5.5 Mukpof03aTopbl NUNETOYHbIE OfHOKaHabHble No TOCT 28311, ¢ nepeMeHHO BMECTUMOCTbI0 OT
20 no 1000 MM3, C OTHOCUTE/TbHOW NOrPELLHOCTLI0 A03MPOBaHUs + 1 %, ¢ COOTBETCTBYHLLUMMU HAKOHEYHUKaMU.

5.6 Ob6opypoBaHne aBTomatnyeckoe (aBtocamniep) Ana oTéopa v [03VPOBAaHUSA PAaBHOBECHON napo-
BOWi hasbll).

5.7 KoHTeliHepsbl (Bnasbl) AN napodasHoro aHanmsa BMecTMMocTbio 10 cm3, ¢ pe3bboii.

5.8 KpbIWKn meTassinyeckme 3aBUHYMBaoLWMECs C COOTBETCTBYIOLMMM NMPOKIafKamMn U3 MHEPTHOTO Ma-
Tepuana.

5.9 dunbTpbl MembpaHHble ¢ gnameTpom nop 0,45 MkM AN unbTpoBaHWA NOABWXKHON dasbl 1 Npob.

5.10 YcTaHoBKa nabopaTopHas ¢ HACOCOM /151 BaKyyMHO hunbTpaLm XuaKocTe.

5.11 LeHTpudpyra nabopaTopHasi C OTHOCUTESIbHbIM LIEHTPOGEXHLIM YCKOpEeHUeM poTopa He MeHee
1000 g, cHabxeHHas agantepamu A8 Npobupok BMecTumocTbio 15 cm3.

5.12 Mpo6u1pkn NONMMEpPHbIE LLEHTPUMYXHbIE C 3aBUHYMBAIOLLENCA KPbILLKO/ BMECTUMOCTbI0 15 cm3.

5.13 MeTaHon ana xpomaTtorpadmm, MaccoBoii foNel OCHOBHOIO BellecTsa He MeHee 99.9 %.

5.14 2-TponaHon (BHYTPEHHUIA cTaHAapT)3), cogepXaHneM OCHOBHOTO BellecTBa He MeHee 99,8 %.

5.15 Boga no FOCT ISO 3696. He HUXe 2-11 CTENEHU YNCTOTbI.

5.16 Mas-HocuTenb — renunii ra3006pasHblli BbICOKOW YNCTOTbI, TATENbHO BbICYLLEHHbIW, C COAEPXaHN-
em kucnopoga He 6onee 10 MnH'L

5.17 Bogopop no FOCT 3022, cBOGOAHbI OT opraHW4yeckux npumeceil, MaccoBoli foneil OCHOBHOIO
BellecTsa He meHee 99 %. [lonyckaeTcsA UCMO/Ib30BaHNE reHepaTopa BoAopoaa.

5.18 Bo3gyx cxatbiin no FTOCT 17433, knacca «0». [lonyckaeTcs UCNosib30BaTb KOMAPECCOpbl 1060ro
Tuna, obecneynsaroLine HeobxoaMMoe faB/ieHne N YUCTOTY BO3AyXa.

[JlonyckaeTcs npuMeHeHne pyrvx CpefcTB M3MepeHuli, BCoMoraTesibHoro o60pyAoBaHus, nocyabl, He
yCTynawLwmx BbllleyKa3aHHbIM M0 METPOSIOTMYECKUM N TEXHUYECKMM XapakTepucTukam n obecrneymsatoLmm
Heo6X0AMMYI0 TOYHOCTb U3MEPEHUS, a Takke peakTUBOB U MaTepuasios No Ka4ecTBYy He XYXe BbllleyKa3aHHbIX.

6 OT60p M NnogroToBka Npo6

OT60p Npob6 — no FOCT 26313. noaroToBka nabopaTopHbIx Npo6 — no MOCT 26671.

7 MoaroToBKa K NPOBefeHNI0 N3MepPEeHNii

Ycnosus namepenuin — no FOCT 26703.

MomelLeHne, B KOTOPOM MPOBOAAT paboTbl C peakTuBamu, AO/MKHO OblTb 06ecnevyeHo NPUTOYHO-BbI-
TSXKHOW BEHTUNSALMEN.

Bce onepauwu ¢ peaktnsamu crieflyeT NpOBOANUTL B BbITSHKHOM LUKady.

7.1 MoparoTtoBka xpomatorpada k pabote

BktoueHve 1 noarotoBky npuéopa k pa6oTte, BbIBO €10 HA PEXUM U BbIKHOYEHWE MO OKOHYaHUW pa6o-
Tbl OCYLLECTB/IAOT B COOTBETCTBUM C PYKOBOACTBOM (MHCTPYKLMeEli) No akcnayaTauum.
Onpepgenenne aghPEKTUBHOCT XPOMATOrPathnUeCKO KOMIOHKM — MO MPUNIOXEHN0 A.

7.2 YcnoBusa npoBefieHust xpomaTtorpaguyueckux nuamepeHuii

Pabouve napameTpbl ra3oBOro xpomarorpada fo/mKHbl 6biTb NOA06PaHbI A4NA JOCTMKEHNSA TpebyeMoro
paspelueHus, KoTopoe ANA NUKOB MeTaHosa 1 2-nponaHona A0/KHO COCTaB/ATb He MeHee 1.5. Paspeluato-
LLIYt0 CNOCOBHOCTL KOIOHKN NPOBEPSIOT B COOTBETCTBUM C NPUMTOXEHUEM A.

TemnepaTypHas nporpaMma TepmMocTaTta KOMIOHOK:

- nporpamMmmupyemblii HarpeB — oT 40 °C (BblaepXka 4 MUH), 3aTeM Nogbem co ckopocTbio 20 °C/MuH
00 220 °C (Bblgepxka 1 MuH);

- TemnepaTypa TepmocTtaTa ncnaputens (mHxektopa) — (180 + 2) °C;

- Temnepartypa getektopa — (250 + 2) °C;

1) icnonb3yemoe aBToMaTM4Yeckoe o6opyaoBaHue ana otéopa n Beoda napoBoli hasbl 40/1KHO o6ecneymBaThb Mno-
BTOpPSieMOCTb He MeHee 1 % OTHOCUTe/IbHO YC/I0BUIl n3MepeHuii no 6.3. BbinosiHeHne AaHHOro Tpe6oBaHNA MOXHO Npo-
BEPUTbL NPU HEO6XOAMMOCTUN NyTEM MHOTOKPaTHOro U3MePEHNA OAHON U1 TOW e Npobbl.

2> [lonyckaeTcsl NPUMeHATb B Ka4yecTBe BHYTPEHHUX CTaHAapToB Apyrne COefUHEHUs, Hanpumep U30TOSTHOMeYe-
HbIli MeTaHoNn CH30H, B COOTBETCTBMM C MHCTPYKUUAMUN MO UX MPUMEHEHMIO 1 NpoLeype NPUroToB/IEHWSI COMNAacHO 7.4,
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- 06beMHas CKOpoCTb rasa-Hocutensa — (2 £ 1) cm3Imuw;

- o6beMHas CKopoCTb nogauv Bogopoaa B getektop — (40 + 1) cm3Imuwm;
- 06beMHas ckopocTb Bo3gyxa — (400 + 1) cm3IMuH;

- 06beMHasi ckopocTb rasa nogaysa (renmit) — (30 £ 1) cM3MuH;

- AeneHune notoka — 1:30.

7.3 PexuM paboTbl aBTocaMmmniepa 1 ycnoBus napogasHoro 403npoBaHns npo6

Temnepatypa TepmocTtata — (80 1) °C;

- TemnepaTtypa wnpuua nHxekropa — (85 + 1) °C;

Bpems Bblaepxku npu Temnepatype 80 CC — (5 + 1) MuH;
CKOpPOCTb BCTPSIXMBaHMA Branbl — 650 06/MuyH;

CKOpOCTb Habopa npo6bsbl B wnpuy, — 100 mMm3/c;
CcKopocTb BBOZA NMpobbl — 700 Mm3c;

o6bem npobbl B Brane — (250 + 25) mm3.

7.4 TpurotoBaeHne rpagynpoBOYHbIX PacTBOPOB

7.4.1 NpuroToBaeHMe UCXOAHOTO pacTBOpa BHYTPEHHEro ctaHgapTa ¢ maccoBoi gonen 1 %

B mMepHoii kon6e BMmecTMocTbio 100 cm3 B3BeLwmBatoT Ha Becax (1.00 = 0.01) r 2-nponamona u foBOASAT
pacTBOp A0 MeTKM BOAOW, TWaTeNbHO NepemMeLlvBatoT.

Cpok xpaHeHus pacTBopa B X0/104u/bHUKE npu TemnepaType 4 eC — B TeyeHne OfHOro Mecsua.

7.4.2 MpuroTtoBneHne paboyero pacTBopa BHYTPEHHEro cTaHgapTa ¢ maccoBoi goneii 0,01 %

B MepHyto konby BmectumMocTbio 100 cM3 ¢ nomMoLLbl MUKpogo3aTopa BHOCAT 0.1 cm3 ucxogHoro pac-
TBOpA. NPUrOTOB/IEHHOTO NO 7.4.1. AOBOAAT A0 METKM BOAON W TLATE/IbHO NepemeLlvBatoT.

PacTBOp roToBAT HENOCPEACTBEHHO Nepes NpoBeAeHNemM U3MePEHNIA.

7.4.3 TOTOBAT pAf pabounx rpagyvpoBOYHbIX PACTBOPOB MeTaHoNa AN NOCTPOEHUs rpagyvipoBOYHON
3aBMCUMOCTH MO NATU YPOBHAM KOHLIEHTpauWii BECOBbIM METOLOM.

[lns aToro BHOCAT B MepHble ko/16bl BMECTUMOCTbIO 50 cm3, yka3aHHble B Tabnuue 1, maccbl atTecTo-
BaHHOro pacTBopa MeTaHoNa, NPUroTOBAIEHHOro NO NPWUIOXeHNo b. OBOAAT A0 MeTKn BOAON Npu Temnepa-
Type 20 °C. PacTtBop TLiaTe/IbHO NepemMeLlnBatoT 1 CHOBa B3BELUVBAIOT.

Bce pe3ynbTaThl B3BELWIMBAHUSA 3aMUCLIBAOT C TOYHOCTbLIO 0 0.001 T.

Ta6nuuya 1— MopAaAoK NPUIrOTOB/IEHNS TPayVPOBOYHbIX PACTBOPOB

HoMUHanLHoe 3HaueHune Macca aTTecToBaHHOTO .
Homep rpagynpoBoyHoro o BMeCcTUMOCTb MEePHOW KONGbI.
- mMaccoBoii Jonu MeTaHona pacTBopa MeTaHona.
pactBopa, (i » 1...N) cm3
XA MnH-1 "W
v
1 2 0.100
2 10 0.500
3 50 2.500 50.0
4 100 12.50
5 250 25.00
NMpumeyaHne — MaccaaTTeCTOBaHHOIO pacTBoOpa MeTaHO/1a MOXET OT/INYATbLCS OT yKa3aHHOW, HO He 6onee
yem Ha 10 %.
7.4.4 [elicTBuTenbHoe 3HayeHWe MaccoBOW A0MM MeTaHona B /-M rpagyvpoBOYHOM pacTBope X|p.
MH'1, BbIUMCAAOT No hopmyre
rp.' T (1)

rae mrpf — Macca aTTecToBaHHOro pacTBopa MeTaHo/1a, BBEEHHOIO B > rpafypOBOYHbIA pacTeop, T.

TK — Macca bro rpalyMpoBOYHOIO pacTsopa B MepHOii Konbe, T.

7.4.5 [pagyvpoBOYHbIE PacTBOpPbl TOTOBSAT HEMOCpPeAcTBEHHO nepep pa6oToil npu Temnepartype
(20.0 + 0.5) °C.
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8 TpoBegeHue UaMmepeHui

8.1 MNMoCTpoEHNEe M KOHTPO/Ib CTABUNBHOCTU TPAAYUPOBOYHOM XapakTepUCTUKN

MocTpoeHne n pacyeT rpagyvpoBOYHON XapakTepuCTUKN MPOBOAAT B COOTBETCTBMU C PYKOBOACTBOM
nosib3oBaTeNsi NporpaMMHbIM obecrneyeHnem xpomartorpaca.

8.1.1 (0.250 £ 0,025) r Kax4oro rpafyMpoBOYHOrO pacTBOpa BHOCAT B emanbl A1 napodasHoro aHanu-
3a u gobasnstoT (0.020 + 0.002) r pabouero pactsopa BHYTPEHHETO CTaHAapTa. Buanbl cpasy xe obxumarot
C MOMOLLbI0 MHCTPYMEHTA A8 06XMMa 1 HECKO/IbKO pa3 BCTPAXMBAIOT B pyke A1 NepeMeluvBaHuns cogep-
XMUMOTO.

8.1.2 [lonyckaeTca 1cnosib3oBaHne pacTBOPOB BHYTPEHHEro cTaHAapTa € 4pYroi KOHLEeHTpaumei B yka-
3aHHOM Auanas3oHe U3MepeHuii MaccoBOW KOHLEHTPaLMM MeTaHona.

8.1.3 Buansbl ¢ rpagyvMpoBOYHbIMKU pacTBopamMu NomeLlaloT B TepMocTaT aBTocamniiepa. BblAepxueaoT
B HEM MpW YCNOBUAX, yKa3aHHbIX B 7.3. Noc/e Yero NpoTbIKaloT KPbILWKY BUasibl Ur0A 1 OTOMPAIOT C MOMOLLIbIO
wnpuya 500 mm3 napoBoii thasbl Hag pacTBOPOM A8 XpomaTorpaduyecknx n3mepeHuii.

Mpy ycTaHOBNEHWUN TPaAyMPOBOYHON XapaKTEPUCTUKN Kaxapblil rpafyvpoBOYHbI pacTBop (CM. Tabau-
Uy 1) BBOAAT B MHXEKTOP Xpomartorpada He MeHee [ByX pa3 B YCMOBWAX, YKa3aHHbIX B 7.2, N BbIYNCASIOT
cpegHeapugmeTMyeckoe 3HauYeHue.

OnpegensioT U perucTpupyoT Ha XpomaTtorpaMMax BpeMeHa yAepXuBaHus, COOTBETCTBYIOLLME MUKY
MeTaHoNa 1 BHyTPEHHEro craHgapTa.

8.1.4 lNocne matemaTtmyeckoli 06paboTkM pe3y/bTaToB C MOMOLLbI NPOrPaMMHOI0 obecnevyeHns nam
BPYUHYIO HaxofAAT rpagyyupoBOYHYI0 XapakTepucTuky AN naowaan nuka metaHona S,.y. e.-c, B rpagyvpo-
BOYHOM pPacTBOpe B BUe YpaBHEHMUS MPAMOI

@
roe Xdj — pelicTBUTEIbHOE 3HAYEHMEe MacCOBOW 0NN MeTaHoNa B /-M rpafyvpoOBOYHOM pacTBOPE, BbIUKC-
neHHoe no copmyne (1). maH"1,
— rpagyvpoBOYHbIA KO3hdunumeHT (koathdurymeHT oTkamka), MaH-1 (y. €.-¢)'l, BblYUCAEMbIA Kak
cpefHeapudmeTuyeckoe 3HaveHme KosahPuLMeHToB K, No gopmye

meU ' «.r,

roe Tuelt — macca MeTaHosna B j-M rpajyvMpoBOYHOM pacTBope, T,

SCT. — cpefiHee 3HayeHve naowaamn nmka BHyTPEHHero ctaHgapTa npy u3MepeHnm i-ro rpagympoBoy-
Horo pacteopa (cMm. Tabnuuy 1).y. e. -c;
_mQ ( — macca BHYTPeHHero cTaHgapTa B LW rpajyvpoBOYHOM pacTBOpe, T;
Sm«te — cpefjHee 3HauyeHue naowagn nuka MeTaHona nNpyu n3MepeHun *To rpagympoBoYHOro pacteopa
(cm. Tabnmuy 1).y. e.-c.
8.1.5 MpayMpoBOYHYIO XapaKkTepUCTUKY CUMTAIOT IMHENHON, ecnn 3HavyeHne kBagpaTta koadduumeHTa
Koppenauun He meHee 0.990.
8.1.6 3a rpaflyMpoBOYHbI KOSPULMNEHT K,p NPUHUMAIOT CpefiHee 3HauYeHne pesynbTaTos Bcex A nocne
NpPOBEPKN UX NPUEMIEMOCTHN

[rp-*,]>0.05Ap. 4)

roe kj — rpagyvpoBoyHble KO3hULMEHTBI, BbluncaseMble no opmyne (3).

PacxoxfeHne Mexay 3HaueHNAMU KannmbpoBOUHbIX KOIMVLMEHTOB, NOMYUYEHHbIX A1 TpeX Kaimopo-
BOYHbIX PACTBOPOB, AO/HKHO ObITb MeHee 15 %. Ecnv koadhdpuuMeHT Bapuaumm npesbillaeT ykasaHHOe 3Ha-
YyeHve. cnegyeT NPoOBepUTb NPaBU/IbHOCTb YCTAHOBKN 3KCMEPVMEHTasIbHbIX NapamMeTpoB ¥ NOBTOPUTL Kasiu-
6poBKy. HauMHaa ¢ pasgena 6.

Mpumep xpomatorpaMmmbl rpafyMpoBOYHOro pacTeopa npuBefeH Ha pucyHke B.1 npunoxeHus B.

KoHTponb cTabunbHOCTM rpafyrpoOBOYHON XapakTepUCTVKM NPOBOAAT COrNACHO NPUAOXKEHNO T,

8.2 WN3mepeHve nabopaTopHbIX NPo6

8.2.1 B npefBapvTenbHO B3BELUEHHYH YMCTYH Buasly BMECTe C KPbIWKOW W Npoknagkol BHOCAT
(0.250 + 0.025) r noaroToBNEHHOW No pasgeny 6 npobbl 1 fo6aBnsawT K Held (0.020 + 0,002) r pacTBopa
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BHYTPEHHEro cTaHjapTa, MPWroTOB/IEHHOTO MO 7.4.2. 3aKpblBAlOT CU/IMKOHOBOV MNPOKNaAKoMW, 3akpyyuBaroT
KPbILLKY M CHOBa B3BELUMBAIOT.

Bce pesynbTarbl B3BELLUMBaHNA 3aMN1CbIBAIOT C TOYHOCTLIO A0 0,001 r.

MepeMeLumBatoT, BCTPSAXMBAs Buasly C NoAroTOBMEHHOM Npo6oli A0 Tex nop. noka oHa He cTaHeT OfHO-
pOAHOMA.

Buany nepeHocAT B TepMocTar aBTocamnsiepa u fasiee nosTopsAloT onepaumm, ykasaHHole B 8.1.

8.2.2 MpoBoAAT M3mMepeHus ABYX abopaTopHbIX NPO6 B YCNOBMAX NOBTOPSEMOCTU B COOTBETCTBUM C
TpeboBaHuamu FOCT NCO 5725-1—2003 (nogpasgen 3.14).

OnpegensioT v PErMcCTpUpYOT Ha XpoMaTtorpamme Bpems yAepXuBaHus Nuka MeTaHona n nuka BHYTPEH-
Hero cTaHfapTa (CM. Tabnuuy 2). COOTBETCTBYIOLLLEE BPEMEHU WX YAEPXKMBAHUS, HANAEHHOrO Npy U3MepeHnm
rpaflyvpoBOYHbIX PACTBOPOB M0 8.1.3. 1 BLIYNCAAIOT cpeHee 3HayeHue naowann nukos no dopmyne (2).

OTKNOHEHWEe 3HaYeHWli BPEMEHU YAepXnBaHNa NMMKOB METaHO/a U BHYTPEHHEro ctaHAapTa, NosyyeH-
HbIX NPU N3MEPEHUN NabopaTopHbIX NP6, OT 3HAYEHWU BPEMEHW YAEPXKMBAHUS, NOSTYYEHHbIX NPU N3MEPEHUM
rpafyvpoBOYHbIX PACTBOPOB, He [0/IKHbI OTnYaTbes 6onee yem Ha 0,005.

Ta6bnunuya 2— MNapameTpbl yAepXUBaHUSA KOMMOHEHTOB

Bpems yaepxuBaHus MWH
CoepuHenune KonoHka Res'.ek Slabilwax-OA Konoxka Reslek Stabilwax
30x0,25 mm. 30x0.32 mm.
0,25 mibl 0.5 MKM
MeTaHon 3.98 +0.10 3,95 +0.05
2-MponaHo (BHYTPEeHHWIA cTaHaapT) 3,25 +0.10 3,30 £ 0.05
8.2.3 Onpegensemoe B np06e cogepXaHne mMeTaHos1la AO0/MKHO HaxoguTbCA B Avanal3oHe M3MepeHVIl7I

MaccoBOI1 4O/ MeTaHoNa Mo rPajyvpoOBOYHON XapaKTepUCTUKe.

Ecnn maccosas fona metaHona B nNpo6e HacTO/IbKO MakcumasibHa, YTO BblCOTa COOTBETCTBYHOLLEIO
nvika BbIXOAWUT 3a BEPXHUIA AManasoH rpafynpoBOYHON XapakTepUCTUKK, TO Npoby pa3baBnsatoT BOAOW, HO He
6onee yeM B ABa pasa, U U3MepeHvie NOBTOPSIOT.

B aTOM cny4yae npu BbluncneHmmn no cpopmyne (5) yumTbiBatoT BENUNHY KoadhduumneHTa pasbasneHus F.

MpumMepbl XpomaTorpaMmM onpefesieHnss MeTaHosia B COKOBOM MpoAyKuun NpuMBeAEeHbI Ha pucyHkax B.2,
B.3 npunoxexus B.

9 O6paboTka 1 ochopMieHUe pe3ynbTaToB N3MEPEHU

9.1 MaccoByto o0 MeTaHona X, M/IH'1, BbIMUCAAIOT C UCNO/Ib30BAHNEM TPAAYMPOBOYHON 3aBMCHMO-
CTU C yYeTOM CTeNeHun pasBefieHnst Npobbl No hopmyne

Xa (5)

roe K — OTHOCWUTENbHbIN rPpafynpPOBOYHBIA KO3IMULMEHT, BbluncaseMblli no 8.1.6;
SMet — 3HayeHve nnowaan nuka MeTaHona B Npoobe, y. e. *c;
F — koadbdmumeHT paszbasnieHuns;
SO — 3HayeHue naowaan nuka BHyTPEHHEro cTaHgapTa B npobe, y. e. oC.
Bce BbluMcneHNa NpoBoAAT A0 LIECTOro AeCATUYHOTO 3HaKa.

9.2 3a pesynbTaT U3MepeHUii NpMHUMaloT cpefHeapudMeTUYeckoe 3Ha4YeHe pesyIbTaToB AByX napas-
NenbHbIX 0I'Ip9,q9fl€Hl/ll7l, €C/1n BbINOJTHAETCA yC/oBue npnemaiemMocTu
2|, -x3 10° _
ur, (6)

roe Xv X2 — pesynbTaThbl 4BYX NapansiefibHblX U3MEPEHNA MacCoBOl A0/ MeTaHoNa B Npobe, MAH'L
r — 3HauyeHue npegena noBTOpsieMocTH, %, ykazaHHOe B Tabnuue 4.
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9.3 Ecnn ycnosue (6) He BbINOJSIHAETCS, NOJyYaloT elle ABa pe3ysbTata M3MepeHuli B MOSIHOM COOT-
BETCTBUM C HACTOALMM CTaHAapToOM. 3a pesynbTar onpefeneHns NpuHMMaloT cpefHeapudMeTmyeckoe 3Ha-
YeHne pe3ynbTaToB YeTblpex napasifiesibHbIX U3MEPEHWI, eC/IM OTHOCUTEsIbHOE pacxXoXAeHue Mexay HUMK
npu cobntogeHun ycnosuit FTOCT NCO 5725-6—2003 (pasgen 5) He NpeBblllAeT 3HAUYEHUS! KPUTUYECKOTO
AvnanasoHa CRO95 (4) npu foBepuTenbHoli BepoATHocTn P = 0.95 no dopmyne

44j*T ~y Mi 5001 cro9%<4) 7>

rae *ma«c' X*H — MakcumasibHoe U MUHUMasIbHOE 3HaYeHWA U3 pesy/bTaToB YeTblpex napasiesibHbIX U3-
MepeHnin MaccoBoi o MeTaHona, MJiH 1,
X,. X2. Xa. Xt — pesynbTarbl YeTblpex NapannesibHbIX U3MepPeHnii MaccoBOl [0NN MeTaHoAa, M/H-1;

CRO95 (4) — 3HavyeHMe KpUTUYECKOro amanasoHa AN15 ypoBHA BeposaTHocTu P = 0.95 ans yeTbipex pe-

3yNbTaToOB NapassiesnbHbIX u3mMepeHuii (cm. Tabnuuy 3). %.

9.4 Ecnn pacxoxfeHvie noJlyyYeHHbIX 4YeTblpex pesynbTaToB napasnfiefibHbiX U3mepeHuin 6onblue
CRO095 (4). onpefieneHns NpuocTaHaBINBAOT U BbIACHAIOT NPUYUHBI NPEBbLILLEHUSA KPUTUYECKOTO AnanasoHa,
YCTPaHAT UX U NOBTOPSIIOT BbINOMIHEHWE U3MEPEHUIA B MOSIHOM COOTBETCTBUM C HACTOALMM CTaHAAPTOM.

9.5 OkoHuYaTesbHbI pe3ynbTaT onpefeneHwini B AOKYMeHTax, npegycMaTprBatoLnx ero ncnosb3osa-
Hue. npeactaBnsawT cornacHo NOCT NCO/M3K 17025 c ykasaHMem MeToda onpefefieHus M HacTosLero
cTaHfapra

X+0,01-5 X. P » 0,95, ®)

roe Y — cpefHeapudmeTnyeckoe 3HaYeHWe pesysibTaToB MapasliesibHbiX ONpefeneHnii MaccoBoii fonm
MEeTaHo/1a, BbIMOIHEHHbLIX B YC/IOBUSX NOBTOPSIEMOCTY, M/IH-1;
+ 6 — rpaHnLbl OTHOCUTE/LHOV NMOrPeLIHOCTU U3MEPEHWIA. %, ykasaHHble B Tabnuue 3.
UncnoBoe 3HaYeHVe pesysnibTaTta onpefeneHnii Ao/MKHO OKaHUMBaTLCS Ldpoii Toro e paspsaga, uto v
3HayeHVe abCOMIOTHON NOFPELLUHOCTU, BbIPQXXEHHOE YNC/IOM, COAEPXALLMM He 6oNee ABYX 3HAuaLLMX Ludp.
B cnyuae, ecnv okoHYaTe bHbI pe3ynbTaT onpejesneHns MacCoBOii 01M MeTaHoa BbIXOAWT 3a npeaesbl
rpaHuL, AnanasoHa 3MepeHwii, To NPUMBOAAT CriefytoLLyo 3anuck: «MaccoBasi 0/ MeTaHoMa MeHee 5 M TH 1k

10 MeTposormyeckue xapakTepucTuKkm

HacTtosuwwii meTog o6ecneunBaeT nojlydeHne pesyibTaTtos U3MepeHuii C NorpeLlHoCTbo, He NpeBbiwa-
lolLleli 3HaYeHnit, NpuBeaeHHbIX B Tabnuue 3.

Ta6nunuya 3 — 3HavyeHus nokasartesieli NOBTOPSIBMOCT . BOCNPOU3BOAUMOCTU U TOUHOCTU Pe3y/ibTaToB U3MepeHuii

3HauyeHue nokasatens npu Ananas3oHax namepeHus

HaumeHoBaHne nokazaTtens MaccoBO AO0NM MeTaHona, MaH-1

OT 5 go 100 akntou. Cs. 100 go 250 akTOM.

Mpeaen nosBTOpsemMOCTU (OTHOCUTE/NIbHOE 3HaYeHue AOoMyCckaemMmoro

pacxoxgeHus mexay ABYMS pesysibTatamu, NoslyyeHHbIMU B yCrO-

BUAX NnoBTOpsieMocTn) r, %. npun =2 un P = 0,95 11 7
MokasaTenb noBTOpseMOCTM (OTHOCUTENIbHOE cpefHekBagpaTtuye-

CKOe OTK/IOHeHne NoBTOpPsieMOoCTu) or % 4 25

Mpegen BOCNPOM3BOAUMOCTU (OTHOCUTESIbHOE 3HauyeHue Aonycka-

€eMOro pacxoXfeHus Mexay ABYMS pesyfibTataMu, NonyYeHHbIMU B

ycnoBusax BocnpoussoanmocTtn) R. % 17 11
MokasaTenb BOCNPOM3BOANUMOCTU (OTHOCUTENbHOE CpefHekBagpa-

TUYecKoe OTK/IOHEHME BOCMPOU3BOAMMOCTHU) 0. % 6 4
Moka3aTesib TOYHOCTU (FPaHunLbl OTHOCUTENIbHOM NorpewHocTn) = 5. %

npu P =0.95 17 1

MpumeyaHne — YCTaHOBJ/IEHHbIE YNC/IEHHbIE 3HAYEHWS TPaHUL, OTHOCUTENIbHOM MOrPEeWHOCTN COOTBETCTBY-

10T YNC/IEHHBIM 3HAYEHUAM paclIMpeHHon HeonpeaeneHHocTn UOD,,, (B OTHOCUTE/IbHBIX eAMHULLAX) NpU Ko duumneHTe
oxgata K =2.
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11 MNpoBepka NPUEeM/IEMOCTU Pe3y/ibTaTOB U3MEPEHUI, MONYyYEHHbIX
B YC/TOBUSIX BOCMPOU3BOAUMOCTM

MpoBepKYy NPUEMIEMOCTM PE3Y/IbTATOB U3MEPEHWIA B YC/TOBUAX BOCMPOU3BOAMMOCTMN NMPOBOAST:

a) Npv BO3HUKHOBEHWUM CMOPHbLIX CUTyaLnii Mexay AByMs na6opaTopusmu;

6) Npyu NpoBepKe COBMECTUMOCTW PEe3y/bTaTOB U3MEPEHU, NOJTyUYEHHbLIX MPU CANYUTENBHBIX UCMbITA-
HUSX.

[ns npoBefieHVs1 NPOBEPKM NPUEMIEMOCTH Pe3y/bTaToB U3MEpPEHU B YCNI0BUSX BOCNPOU3BOAMMOCTH
kaxefasi nabopaTopusi UCNO/b3YeT KOHTPOJIbHbIE NMPOGLI, OCTABMEHHbIE HA XpaHEHWE.

MpuemMnemMocTb pesybTaToB U3MEPEHUIA, NOMYUYEHHbLIX B ABYX 1a60paTopusix, OLeHWBaOT CPaBHEHNEM
pa3HOCTY 3TUX Pe3yNbTaToB C KPUTUUECKOH pasHocTbio CDO 95 no chopmyne

©)

roe X,. X2 — cpefHue 3HauyeHss MaccoBOii 401N MeTaHo a, NoslyYeHHble B NepBoli U BTOPOW nabopatopu-
AX. MAH"1,
CO095 — 3HayeHne KpUTUYECKOW pasHOCTW AN COoAepXaHuWs MeTaHosa B COKOBOM MPOAyKuuW, Mr/Kr,
Bbluncrsiemoli no coopmyne

CO0.« “ 2,77 001 X,r* -0?2(1-J-- 1 (10)

roe 2.77 — Kkoah(pULMEeHT KPUTMUYECKOro AuanasoHa [ANs  ABYX NapasifesibHbiX OnpefeneHuii  no
FOCT NCO 5725-6;

0,01 — MHOXMTenb AN nepexofa OT NPOLEHTOB K abCOMOTHbIM 3HAYEHUAM;
X,2 — cpepgHve 3HaYeHUs MaccoBOI A0NN MeTaHosa, NoslyYeHHble B NEPBOI 1 BTOPOIA fabopaTopusix.
MH~1,
aR — nokasaTtenib BOCNPoOM3BOAMMOCTH. %, yKa3aHHbIl B Tabnuue 3;
0, — nokasaTesib NOBTOPSAEMOCTU. %, yKa3aHHbI B Tabnuue 3;

N — YMCNO pe3y/NbTaToB NapasiesbHbIX onpeaeneHui.

Ecnun kputnueckas pasHoCTb He NpeBbllleHa, TO NpuemsiemMsl 06a pesynbTara UsMepeHuii, Npusogumble
[1ByMA nabopatopusiMu, 1 B KRYeCTBE OKOHYaTE/IbHOro pesysibTara UCMosb3yloT UX obLiee cpefHee 3HaveHue.
Ecnun kputrnyeckaa pasHOCTb NPeBbILEHA, BbINOMHAKT npoueaypsbl, ykazaHHble B FTOCT MCO 5725-6—2003
(nyHkT 5.3.3). Mpu pasHornacuax pykosoacTteytoTca FOCT NCO 5725-6—2003 (nyHkT 5.3.4).

12 KOHTpoO/sib KayecTBa pe3y/bTaToB M3MEPEHU Npu peann3aymu metoja
B nabopartopumu

12.1 KoHTpO/b KayecTBa pe3y/bTaToB NpesycMaTpuBaerT,

- KOHTPO/b UCMOMHUTENEM NpOLEeAypbl BbINOTHEHUS onpefeneHnii (Ha OCHOBE OLeHKM BHyTpunabopa-
TOPHOI NPeLM3NOHHOCTM ¥ NOTPELLHOCTU NPU peanunsaunm oTAeNIbHO B3ATOW KOHTPO/IbHON npoueaypsbl);

- KOHTPONb CTaGW/IbHOCTW Pe3y/bTaToB ONpefeNieHnin [Ha OCHOBE KOHTPONA CTabUbHOCTU cpefHe-
KBaApaTn4eckoro OTKNOHEHWS MOBTOPSAEMOCTU, CpeAHEeKBaApPaTUYeCcKoro OTKOHEHUS BUYTpMnabopaTopHoii
(MpOMEXYTOUHOI) NPELV3UOHHOCTHU, NOTPELIHOCTH].

12.2 OnepaTuBHbIi KOHTPONb MOTPELIHOCTU (TOYHOCTU) Pe3ybTATOB M3MEPEHUI OCYLLECTBSIOT C UC-
nosib30BaHNEM aTTeCTOBAHHOIO pacTeopa MeTaHosa, NPUroToBIEHHOIO MO NPUIOXeHUIo b.

12.3 MNpaBWNbHOCTb NPOBEAEHUS U3MEpPeHWii cnefyeT perynsipHo MpoBepsTb NyTem MPOBEPKM XO/10-
CTbIX Npo6. B kayecTBe X0/10CTOW NPO6LI MCNONbL3YIOT BOAY.

HaligeHHoe 3HayeHMe MaccoBOl [0NN MeTaHOMa B XO/I0CTON Npobe He AO0/KHO NpeBbilwaTbh HUXKHIO
rpaHvLy gvanasoHa U3MepeHuii an fO/MKHO ObiTb B TPU pa3a MeHblle MUHUMAsIbHOTO 3HaYeHUs U3 pesy/b-
TATOB ONpPeAeNeHnii, NoNYyYEHHbIX 415 HECKOJIbKUX NPOo6.

OpraHun3aumio 1 OLLeHKY pe3y/ibTaToB KOHTPO/IA OCYLLECTBSAT B COOTBETCTBUN C TpeboBaHuamHM [1].

MeproANYHOCTb KOHTPONSA NOrPeLIHOCTH (TOYHOCTW) ycTaHaBnBaeTCa camoii nabopaTopueii ¢ ydeTom
dhakTnyeckoro coctosiHna pabor. MNpu cMeHe NapTuii peakTUBOB, 3K3EMMNJISIPOB CPEACTB M3MepeHUii NpoBese-
HVe onepaTMBHOIO KOHTPOISA MOrPELLHOCTU 06a3aTesbHO.
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12.4 KOHTpONb CTabunbHOCTU pe3y/bTaToB M3MEpPEHUiA

KoHTponb cTabunbHOCTH pe3ynibTaToB M3MepeHuid B nabopartopum ocywectensioT no FOCT NCO 5725-6.
MCMNOMb3ys METOA KOHTPONSA CTabUNbHOCTU CTaHAAPTHOrO0 OTK/IOHEHMS MPOMEXYTOYHOW MPEeun3MoHHOCTY Mo
FOCT NCO 5725-6 ¢ npyMeHeHneM KOHTPO/bHbIX KapT LyxapTa.

Mpy HeyAoBNETBOPUTENbHbIX pe3y/bTaTtax KOHTPONA: MPeBblEeHUN npefena AeicTBUSA Wan perynsp-
HOM MpeBbIWeHUN npegena npeaynpexaeHns — BbIACHAKT U YCTPaAHAIOT NPUYUHBI 3TUX OTKIIOHEHWIA.

MepuoanYHOCTb KOHTPOASA W Npouefypbl KOHTPONAA CTabuNbHOCTU pe3ynbLTaToB M3MepeHuii perna-
MEHTUPYIOT B PyKOBOACTBE MO kayecTBy nabopaTtopun B cootBeTcTBUM ¢ TOCT MCOYM3K 17025—2009
(NYHKT 4.2).

13 Tpeb6oBaHuda 6e30MacHOCTMU

13.1 YcnoBus 6e3onacHoro nposegexHusn pabot

Tpeb6oBaHus anekTpobe3zonacHocTy nNpu pabote ¢ npubopamm — no FOCT 12.1.019 1 B COOTBETCTBUM C
MHCTPYKUMel no akcnayaTauum npuéopa.

Mpu paboTe c yMucTbIMKU BellecTBamu cobngalT TpeboBaHUs 6e30MacHOCTU, YCTaHOB/IEHHblE AN
paboT C TOKCMYHbIMW, €OKUMWU W NerkoBocniameHswowmmMmca BellectBamn no TOCT 12.1.007. KoHTposib
3a cofepXxaHmem BpefHbIX BELeCcTB B BO3fyxe pabouyeil 30HbI MPOBOAAT B COOTBETCTBUM C TpeboBaHUSAMU
FOCT 12.1.005.

MomelleHne nabopatopuy [O/MHKHO COOTBETCTBOBATb TpebGOBaHWSAM MNOXapHOW 6Ge3onacHocTu Mo
FOCT 12.1.004.

13.2 TpeboBaHUA K kKBanugmnkaLnum onepaTopos

K BbINOMIHEHNIO M3MepeHuii, 06paboTke U 0POPMIEHNIO PE3YNbTATOB A0MNYCKATCS NHXEHEPLI-XUMUKN,
nabopaHTbl, UMelLLne BbICLLEee UK cpefHee cneunanbHoe o6pa3oBaHne, OnbIT paboTbl C HACTOALWMM 060-
pyfoBaHWEM U 3HAKOMbIe C HACTOSILLUM METOAOM.

MepBoe NpumMeHeHne MeTofa B nabopaTopuu cregyeT NPOBOAUTL MOA PYKOBOACTBOM ChELManucTa,
B/laferoLero Teopueli BbICOKOI((DEKTUBHOM XUAKOCTHOW Xpomartorpacmyv U UMeKLEero npakTuyeckme Ha-
BbIKW B 3TOW 06/1acTu.

MocTpoeHne rpasyMpoBOYHOl XapakTepucTUKL, NPUrOTOB/IEHWE TPaAyUPOBOYHbLIX PAcTBOPOB, NpoBe-
[leHne BHYTPEeHHEro KOHTPOs cneayeT NPOBOAUTL CNEeLUanucTy BbiCLIen KBanndukaLum, UMeLWemMy CTax
paboThbl B flaHHOV 061acT He MeHee ABYX fET.
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MpunoxeHne A
(o6s3aTenbHOE)

MpoBepka napaMeTpoB pasfeneHus

MpoBepKy ONTUMa/IbHOCTU XpomaTorpatnyecknx ycroBuii onpefenieHns (XapakTepucTuK KOMTOHKW) NpoBOAAT no
npo6HO xpomaTorpaMme rpagyMpoBOYHOrO pacTBopa MeTaHo/1a C KOHUeHTpaumel 50 Mr/am3 nyTeM BbIYMCEHNUS NOKa-
3aTeniell B COOTBETCTBUM C Tabnuuei 6.1 ¢ NOMOLLbI0 NPOrPaMMHOro o6ecrneyeHnsa U BpyUHY!Ho.

[lna 3TOro roToBSAT UCKYCCTBEHHYIO CMECb MeTaHO/1a U BHYTPEHHero ctaHjapTa u NpoBOAAT ee U3MepeHUs B yCro-
BUAX. YKa3aHHbIX B 7.2.

KoahnumneHT pasgenieHns K BbIYUCAAIOT Mo dhopmysie

K=-~~ . (A-1)

rae [/ — paccTosiHve MeX/y MakCYMyMamMu COCeflHUX MUKOB Ha NPo6GHOW XxpoMaTorpaMmMe, MM;

6V & — 3HayeHMsA WWPVHbI NEePBOro 1 BTOPOro NUKOB Ha NOJIOBUHE BbICOTbI COOTBETCTBYIOLLErO NuKa. MMm.
KoadhpuruymeHT pasgeneHuns K 4Na metTaHoa U BHYTPeHHero ctaHaapTa (2-nponaHona) foxeH 6biTb He MeHee 1.5.
Bpemsa yaepxvBaHUA KOMNOHEHTOB MOXET BapbMpoOBaTbCsl B 3aBUCMMOCTUN OT CBOWNCTB KOHKPETHOU KOJIOHKN U CKO-

pOCTV NOTOKa rasza-HOCUTEeNs, OAHAKO NOPAAOK BbIXOJa MUKOB OCTaeTcsA HeM3MeHHbIM. OnpeseneHne BpeMeHUN yaepxuBa-

HUS1 KOMMOHEHTOB NOBTOPSAIOT NPU U3MEHEHWN YCI0BWit pa3jesieHns NKOB (HanprvMep, CKOPOCTU MOTOKa rasa-HocuTens),

a Takxe nocrne AnUTeNIbHOTo Nnepuoja, B Te4eHe KOTOPoro xpomatorpad 6bi1 BbIK/THOYUEH.
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MpunoxeHve b
(o6sa3aTenbHOe)

MeToguka npuroToB/ieHNsa aTTeCTOBAHHOIO pacTBopa MeTaHona

B.1 O6nacTb NpUMeHeHns

MeToauvka ycTaHaBMBaeT NPUIOTOB/IEHVE aTTECTOBAHHOTO pacTBOpa MeTaHosa, NpeAHa3HauyeHHOro ANs NpUroTos-
NIeHUs1 TPaAYMPOBOUYHbIX PACTBOPOB (CM. 7.4) U NPOBEAEHNs ONepaTUBHOIO KOHTPO/Isi MOTPELLHOCTU pe3yibTaToB onpese-
neHnit no 12.2.

ATTeCToBaHHbIi PacTBOP NpPeAcTaB/isieT CO60l BOAHbI pacTBOp MeTaHoa.

B.2 MeTponoruueckue xapakrepnuctnknl

MeTponornyeckne xapakTepucTUkM aTTeCTOBaHHOrO pacTBopa npueefeHbl B Tabnuue 6.1.
Ta6bnuuya b.1

3HauyeHne MeTponoruyeckoi

HavnmeHoBaHWe xapaKTepucTukn XapakTepucTukn Ans attectoBaHHOro
pacTBopa
ATTEecTOoBaHHOE 3Ha4YeHNe MacCcOBOW AON MeTaHONa, M/TH'1 1000,0

IpaHMLbl NOrPeLHOCTN YCTaHOBJIEHUS aTTeCTOBAHHOIO 3HAYeHUs MaccoBOW
ponv metaHona npu P = 0,95 +0.005

5.3 CpeacTtBa nsmepeHuii, BcnomoratenbHoe o6opyAoBaHMe, peakTuBbl U MaTepuansl

5.3.1 CpeacTtBa namepeHnii

Becbl na6opatopHble no FOCT OIML R 76-1. cneuynansbHoro (1-ro) knacca TOYHOCTM C HaMGONbLWMM Npesenom
B3BelwwmnBaHMa 150 r n LeHo NoBepoYHoro geneHns e = 0,001 r.

Kon6bl mepHble 2a— 100— 1 no FOCT 1770.

Jo3aTtopbl NUMNeToYHble BMeCTUMOCTbIO 100— 1000 MM3 € COOTBETCTBYIOLWMMU HAKOHEYHUKaAMUM MO HOPMAaTUBHbLIM
LOKYMEHTaM rocyfapcTs, NPUHABLLUMX cTaHAapT.

5.3.2 PeaKkTtuBbl

MeTaHoN ANnsa xpomaTtorpacgumn2’ ¢ maccoBoOii f0Nel OCHOBHOTO BelyecTBa He MeHee 99.5 %.

Bopa no FOCT ISO 3696. He HMXe 2-ii CTENEHN YNCTOThI.

5.4 MopAafoK NpUroToB/IeHNs pacTBopa

B mepHOW kon6e BMecTuMOCTb0 100 cm3 B3BewwnBatoT Ha Becax (1.0 = 0,001) r meTaHoNa, OBOAAT €ro A0 METKU
BOAOM Npwn Temnepatype (20 + 5) "C 1 nepemelLmBatoT.

5.5 Tpe6oBaHna K kBanudukaunum ncnonHntTene

ATTECTOBaHHbIi PaCTBOP MOXET FOTOBUTb WHXEHEeP UAN NabopaHT CO CpeHUM crneuunanbHbiM 06pa3oBaHnem, Npo-
WweALINA cneunanbHy0 NOATOTOBKY M MMeKLW NI cTax paboTbl B XMMMUYECKO nabopaTopumn He MeHee roja.

5.6 Tpe6oBaHNA K ynakoBKe U MapKupoBke

Ha koni6e c aTTecToBaHHbIM PacTBOPOM [0/KHa ObITb Hak/leeHa 3TUKeTKa C yKadaHMeM KOHLLeHTpaLuum metaHona B
pacTBope, NOrpewHoOCTN ee yCTaHOB/IEHNSA U AaTbl NPUrOTOBEHMS.

5.7 YcnoBua xpaHeHus

Cpok XxpaHeHUsi aTTeCTOBaHHOroO pacTBopa — B TeyeHue Hegenu npu Temnepatype (20 = 5) "C.

PacueT meTponornyecknx xapaktepuctmuk AC npoBoAsAT B COOTBETCTBUM € TpeboBaHnamm [2].

2> lonyckaeTcsa ncnonb3oBatb CO meTaHosa no FOCT 8.315 ¢ rpaHuLaMn f0nyckaemMoii OTHOCUTENbHOM norpeLu-
HOCTM aTTECTOBAHHOIO 3HauyeHus = 1% npu P = 0,95, yTBepXAeHHble Ha TEPPUTOPUM FOCyAapCcTBa, NPUHSABLLEro cCTaHaapT.
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MpunoxeHue B
(cnpaBo4yHOE)

MpumMepbl TUNOBbLIX XpOMaTorpaMmm onpegesieHna metaHona B COKOBO npoaykymnn

B.1 MprMep TUMNOBOI XpOMaTorpaMMbl rpagyrpoBOYHOrO pacTBopa NPMBeAEH Ha pucyHke B.1.

Bpems, MvH

1— mMeTaHON. 2 — BHYTPEeHHWI cTaHgapT
PucyHok B.1 — Xpomatorpamma rpagyMpoBO4YHOro pacteopa, cogepxauwero 250 miH 1mMeTaHona c go6aBneHnem

0,01 % no macce BHyTPEHHero ctaHgapra

B.2 MprMepbl TUMNOBbLIX XpoMaTorpaMm OfpefenieHnsi MeTaHOo/Ma B COKOBOW MPOAYKLUMW NpuUBEAeHbl Ha PUCYH-
Kax B.2. B.3.

S

Bpems, MUH

1— MeTaHON. 2 — BHYTPEHHUiA cTaHgapT

PucyHok B.2 — XpomatorpamMmma OCBeT/IEHHOIo A6/104HOr0 COKa MPSAMOro oTXuma, cogepxatero 160 maH~1meTaHona,
c po6aBneHnem 0.01 % no macce BHYTpPEHHeEro ctaHgapTta
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5.0

4.0 2
3.0

20

1,0 1

0,0

0,0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0

Bpewmsa, MuH

1— MeTaHON. 2 — BHYTPEHHUI cTaHAapT

PucyHok B.3 — XpomaTorpammMa KOHLLEHTPMPOBaHHOro rpelindppyToBOro coka, cogepxatero 48 mnH'l metaHona,
c gpobasneHvem 0.01 % no macce BHYTPeEHHeEro ctaHgapra
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MpunoxeHune I
(o6s3aTenbHOE)

KoHTponb cTabunbHOCTM rpagyvpoBOYHON XapakTepucTuku

KOHTponb cTabubHOCTU rPajyMpOBOYHOM XapaKTePUCTUKN MPOBOAAT eXeAHEeBHO Nepej HayasrioM U3mepeHuii ¢
NnpYMeHeHneM ABYX rpasynpoBOYHbIX PacTBOPOB (CM. 7.4.2) c MaccoBOi KOHUeHTpayueli metaHona (20 + 10) % un
(80 * 10) % ycTaHOB/IEHHOTIO /IMHEWHOrO Anana3oHa.

PernctpupytoT xpomaTorpaMmMbl rpafyupoBOYHbIX PACTBOPOB B TeX Xe YC/IOBUSAX, B KOTOPbIX Gblsia yCTaHOB/IEHA
rpajlypoBOYHasn XxapakTepuUCTHKa, U BbIYMCNAIOT ypaBHeHe MPsSMOiA, UCXOAA U3 NPOBeAEHHbIX N3MepPeHWUiA.

pafynpoBOYHYIO XapaKTepUCTUKY CUMTAIOT CTabuIbHOW, ecnun AN KaxAoro rpagyvpoBOYHOro pacTBopa BbIMOHS-
eTca ycnosue

*1005K rp. (r-1)

roe vam, Xdp, — 3HayeHue MaccoBOWi 40N MeTaHoa B rpayMpoBOYHOM pacTBOpe, U3MEPEHHOE 1 HalleHHoe paHee
no rpaZlyupoBOYHOl XapakTepuCcTUKe COOTBETCTBEHHO, M/TH-1;
K|p — HopmaTuB koHTpons, Kfp=0.5-8.

roe +8 — rpaHuLbl OTHOCUTE/IbLHOW NOTPELHOCTN U3MepeHnii. % (cm. Tabnuuy 3).

Ecnu ycnosue ctabunbHocTy (I.1) He BbINOJIHAETCS TOMbKO A/151 O4HOI0 rpagyMpoBOYHOIO PacTBOpPa, TO BbIMOMHAIOT
NOBTOPHOE M3MepeHue 3TOro pacTBoOpa C LeIbio UCK/TIOYEHNS pe3y ibTaTa, CoAepXaLlero rpyGyto ownoky.

MocTpoeHne u pacyeT rpaflyMpoBOYHOIN XapakTePUCTUKN C NPOBEPKOI IMHEAHOCTM NPOBOAAT 3aHOBO B C/yvasXx:
nocrsie BBEAEHUA B 3KCMN/lyaTalunto HOBbIX UM OTPEMOHTUPOBAHHbIX NPUGOPOB;
nocsie 3amMeHbl XpoMaTorpauryeckoit KONOHKN:
npv cMeHe nNapTuii peakTMBOB;
nocsie OYUCTKN CUCTEM pasfesieHns U AeTeKTUPOBaHUS;
ecnv NosyYeHHble NpU BBEAEHUN ABYX rPaAyNpPOBOHHbLIX PACTBOPOB OTK/IOHEHWUSI NPEBbLICUIN HOPMATUB KOHTPOA Kip.
HO He pexe OAHOro pasa B MecsL.
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PMI 76—2004

PMI 60—2003
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Buénuorpadgusn

rocypapcTBeHHasi cucteMa o6ecnevyeHns eAUHCTBA U3MepPeHUn. BHyTpeHHWI KOHTpO/b KavecTBa
pe3y/ibTaToB KOIMYECTBEHHOTO XMMUYeCKOro aHanmnsa

FocypapcTBeHHas cuctema obecneveHus eauHcTBa namepeHuii. Cmecun aTTectoBaHHble. O6uime
Tpe6oBaHuA K pa3paboTke
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