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Mpeaucnosune
Llenu, OCHOBHbIE NPUHLMNLI U OCHOBHOW NOPSAAOK NpoBeAeHUsi paboT N0 MEXrocyaapCTBEHHOW CTaH-
Aaptusaumuu ycradoBrneHbl TOCT 1.0—92 «MexrocyaapcrBeHHasi cuctema cranHgaptusauum. OCHOBHble
nonoxxexuusi» u FOCT 1.2—2009 «MexrocyaapcTtBeHHaa cucrema craHgaptusauuu. CTaHaapTbl MEXTOCy-
AapCTBEHHbIe, NPaBUNA U peKOMEeHAALMU N0 MEeXroCyAapCTBEHHON cTanaapTusauuu. Mpasuna pa3paboTtku,
NPUHATUS, NPUMEHEHUSA, OOHOBNEHUA N OTMEHbI»
CeepeHus o ctaHpgapre

1 PASPABOTAH Hekommepyeckon opraHusauuen «POCCUIUCKUM COI03 NPOU3BOAMUTENEN COKOBY
(PCNC)

2 BHECEH ®eaepanbHbiM areHTCTBOM NO TEXHUYECKOMY PETYNUPOBaHUIO U METPOSIOTMK

3 MPUHAT MexxrocyaapCTBeHHbIM COBETOM NO CTaHAapTU3aLUuu, METPONOrun u ceptudukaumm (npo-
TOKON OT 14 HOAOPA 2014 r. Ne 72-11)

3a npuHATHE rosiocoBanu:

KpaTKoe HanMeHoBaHUe CTpaHbl Ko,q CTpaHbl NO MK COKpaLI.|EHHoe HauMeHoBaHWe HalyuoHarnbHOro opraHa
no MK (MCO 3166) 00497 (UCO 3166) 00497 no cTaHgapTusauymu
ApmeHus AM MuHakoHOMUKM PecnyGnuku ApmeHuns
KasaxcraH KZ loccrangapt PecnyGnuku KasaxcraH
Kuprususa KG Kbipreiacrangapt
Poccusa RU Poccranaapr

4 Tpukasom PeaepanbHOro areHTCTBa NO TEXHUYECKOMY PEerynupoBaHWIO U METpOriorMnM OT
19 HOsAGpsA 2014 r. Ne 1665-cT mexrocyaapcTBeHHbIn ctaHaapt MOCT 32919—2014 BBeaeH B A€NCTBUE B
KauyecTBe HaumMoHanbHOro craHgapra Poccunckon ®eaepauum ¢ 01 suapsa 2016 .

5 BBEJEH BMNEPBbIE

UHopmayus 06 UBMEHEHUAX K Hacmosawemy cmarH0apmy nybnukyemcs 6 exe200HoM uHopmayu-
OHHOM yKa3amerse «HayuoHanbHbie cmaH0apmbiy, @ mekcm U3MeHeHUll U ronpasoK — 8 eXeMeCsIYHOM
UHGhOpMaUUOHHOM yKasamene «HauuoHaneHble cmaH0apmbi». B criydae nepecmompa (3ameHbl) unu om-
MeHbl Hacmoswie2o cmaHl0apma coomsememsyroujee yesedomrneHue 6ydem ornybrukoeaHo 8 eXemecsay-
HOM UHOPMAaUUOHHOM yKa3zamene «HauuoHaneHble cmaHdapmbl». Coomeemcemeyiowas uHgpopmayus,
yeedoMIeHUE U MEeKCMbl PasMewiaromes makxe 8 UHhopMayUuoHHOU cucmeme obuwea0 nonb308aHuUs — Ha
ogpuyuanbHomMm calime ®delepanbHO20 azeHmMemea o MexXHUYECKOMY pe2ynuposaHuro U Memposoauu 6
cemu lHmepHem

© CraHgaptuHdgopm, 2014

B Poccuiickon deaepanum HaCTOALWMI CTaHAAPT HE MOXET ObITb MOMHOCTLIO UMN YaCTUYHO BOCMPO-
U3BEAEH, TUPAKUPOBAH M PacnpoCTpaHeH B KauyecTBe OuuManbHOro maganusa 6e3 paspewenus dege-
panbHOro areHTCTBa N0 TEXHUYECKOMY PETYIIMPOBAHUIO N METPONOrMK
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MEXT IFOCYAAPCTBEHHUB # CTAHAAPT

nPoaAYKUUA COKOBAA
MeToAa onpeaeneHns 0CTaTOMHbIX KONIMYECTB MEeTaHoMa

Juice products. Determination of trace quantities of methanol

Oara BBeaeHns — 2016—01—01

1 Obnactb NpUMeHeHus

Hacroswumii ctangapt pacnpoCTpaHsaeTcs Ha KOHLEHTPUPOBaHHbIE (PPYKTOBLIE U OBOLLHBLIE COKWU, KOH-
LEHTPUPOBAHHbIE (PPYKTOBLIE U OBOLLHbLIE MIOPE U KOHLIEHTPMPOBAHHLIE MOPCHI (fanee — CoKoBas NMpoAyK-
LMs) M yCTaHaBNMUBAET METO/ rasoxpomMarorpaduyeckoro onpeaeneHnus MaccoBon AoNu MeTaHona.

[OunanasoH usmepeHunin MaccoBom 40NuU MeTaHona — ot 5 ao 250 MIH ' BKIIOMMTESILHO.

2 HopmaTuBHbIe CCbINKU

B HacToAweM cTaHpapte UCMosib30BaHbl HOPMATUBHLIE CCbINIKM Ha CReaylolmne MeXrocy1apCTBeH-
HblE CTaHJapThl:

MOCT 8.315-97 locymapcTBeHHast cuctema obecneyeHus eauHcTea uamepeHuin. CtangaprHele 06-
pasupbl cocTaBa 1 CBOWCTBA BELLECTB U MaTepuanos. OCHOBHbIE NOMOXEHUS

MOCT 12.1.004-91 Cucrema craHpgaptoB GesonacHoctu Tpyaa. lNoxapHaa 6ezonacHoCTb. Obwme
TpeboBaHus

MOCT 12.1.005-88 Cucrema craHgaptoB GesonacHocTu Tpyaa. OOwpme CaHWUTapHO-TUTMEHUYECKue
TpeboBaHus kK BO3ayxy pabouyeri 30HbI

MOCT 12.1.007-76 Cucrema ctaHgaproB 6esonacHocTu Tpyaa. BpeaHblie BewecrBa. Knaccudukauus
n o6wue TpeboBaHua GezonacHoCcTU

MOCT 12.1.019-79 Cucrtema cranHgaproB 6e3onacHocTu Tpyaa. OnekrpobesonacHocTb. Obwme Tpe-
60BaHWs U HOMEHKNaTypa BUAOB 3aLUTbI®

MOCT OIML R 76-1-2011 lNocyaapcTBeHHas cuctema obecnevyeHns eguHcTsa usmepeHuin. Becel He-
aBTOMAaTUYEeCKOro aencremsa. Yacte 1. MeTponorudeckme u TexHuyeckme Tpedosanua. UcnbitaHus

MOCT 1770-74 (MUCO 1042-83, NCO 4788-80) MNocyaa mepHaa naboparopHas cTeknaHHasn. Linuu-
Apbl, MEH3YPKU, KONObI, pobupkn. ObLMe TEXHUYECKHUE YCITOBUS

MOCT 3022-80 Bogopoa TEXHUYECKUIA. TEXHUYECKUE YCMOBUS

MOCT ISO 3696-2013 Boga ana nabopatopHoro aHanusa. TexHudeckue TpeboBaHMsa U MeToabl UC-
NbITAHUIR*®

MOCT UCO 5725-1-2003 To4HOCTb (MPaBMIbHOCTb U NPELU3UOHHOCTb) METOAOB U PE3ynLTaToB U3-
MepeHuii. Yactb 1. OCHOBHbIE NOMNOXEHUA U onNpeaeneHnsa™™ ™

MOCT UCO 5725-6—-2003 TOYHOCTb (MPaBUIbHOCTb U NPELUSUOHHOCTL) METOAOB U PE3ynLTaToB U3-
MepeHuii. Yactb 6. icnonb3oBaHUe 3HAYEHWUI TOYHOCTW Ha NPaKTuke™****

FOCT UCO/M3K 17025-2009 OGLume TpeboBaHWs K KOMMNETEHTHOCTU MCMbITATENbHbLIX U Kanubpo-
BOYHLIX Taboparopun

MOCT 17433-80 MpombiwneHHasn ynctoTa. Cxarbli Bo3ayX. Knacchl 3arpa3HeHHOCTH

FOCT 26313-84 lMpoaykTbl nepepaboTku NNoaosB M osowyei. MpaBuna npuemkn, metogbl oTbopa
npo6

FOCT 26671-85 MpoaykTbl NnepepaboTku NNOLOB U OBOLLEN, KOHCEPBbl MSICHLIE U MACOPACTUTESb-
Hble. MoaroToBka npo6 ansa naboparopHbIX aHanM3oB

* Ha TeppuTopuu Poccuiickoit Peaepaunm geiictayet FOCT P 12.1.019-2009 «Cuctema crtaHaapTos 6esonac-
HocTW Tpyfa. SnekTpobesonacHocTb. ObLyme TpebGoBaHWUSA U HOMEHKMAaTypa BUA0B 3aLLUTbI».

** Ha Tepputopumn Poccuiickoit theaepaunm feiicteyet FOCT P 52501-2005 «Boaa Ans naGopaTopHoro aHanu-
3a. TexHu4eckune ycroBus».

*** Ha TeppuTtopun Poccuiickoit Geaepaummn geiicteyet FOCT P UCO 5725-1-2002 « TOUHOCTL (NPaBUALHOCTL W
NPELN3NOHHOCTE) METOLOB U pe3ynsTaToB U3MepeHUin. YacTb 1. OCHOBHbIE MOMOXEHUA U onpeAeneHnsa».

** Ha Tepputopun Poccuitckoit ®epepauuu aeicteyet FOCT P NCO 572562002 «TOYHOCTL (NPaBUNBLHOCTL
¥ NPeLUM3NOHHOCTb) METOA0B U pPe3ynbTaToB U3MepeHuiA. YacTb 6. Micnonb3osaHne 3Ha4YeHW A TOYHOCTN Ha NPaKTUKe».

U3paHue ocpuumnansHoe
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FOCT 26703-93 Xpomartorpacdbl aHanuTuyeckue rasosble. Obwme TexHuyeckue TpeboBaHUA U METO-
Abl UCNbITaHUN

FOCT 28311-89 Hosartopbl meauuuHckue naboparopHeie. O6wme TexHuyeckue TpeboBaHns n MeTo-
Obl UCNbITAaHUI

MpumMmeyvyaHune — [Npu NoNb3OBaHMMA HACTOALMM CTAHAAPTOM LenecoobpasHo NpoBepuUTb AeicTBUe cCbi-
JNOYHBIX CTaHAapTOB B MH(OPMaLMOHHON cucTeMe obLlero nonb3oBaHUA — Ha oduyuansHom caite degepanbHoro
areHTCTBa NO TEXHWUYECKOMY perynupoBaHuio U METPONorun B ceTu UHTEPHET WK NO eXeroHoMy WHPOPMaLUOHHOMY
ykasatenio «HauvoHanbHble cTaHapThI», KOTOPLIA onybnukoBaH No COCTOAHUIO Ha 1 AHBaps TEKYLLEro roga, v no Bbl-
nyckam exeMecs4HOro MHPOpMaLMOHHOrO ykasaTens «HaunoHanbHble cTaHAapThi» 3a TekyLwuid rog. Ecnn ccbinouvHbli
CTaHfapT 3aMeHEeH (M3MEeHEeH), TO Npu MoMb30BaHUN HacTOALWUM CTaHAApPTOM cneayeT pyKOBOACTBOBATLCA 3aMeHAIo-
WMM (U3MEHEHHBIM) CTaHAapTOM. Ecnu cchinoyHblil cTaHAapT OTMeHeH 6e3 3aMeHbl, TO MoJIoXXeHUe, B KOTOPOM AaHa
CChifika Ha Hero, NPUMEHSETCA B YacTu, He 3aTparvBaloLLeil 3Ty CCbInkKy.

3 TepMuHbI M onpeaeneHus

3.1 rpagympoBoYyHan xapakrepuctuka (calibration function): ®yHkunoHanbHas 3aBUCUMOCTb U3Me-
pSAeMOro curHana ot COAEepXaHusA OnpeenseMoro KOMMNOHEHTA, BblpaXeHHAA B BuAe MaTeMaTU4ecKown
hopMynbl, rpachuka unu Tadbnuubl.

3.2 BHyTpeHHun ctaHgaprt (intemal standard): CoeauneHue, kotopoe aobasnaerca B npody, cxoa-
HOe MO CTPYKType u 6nuskoe no (pu3nKo-XMMUIECKUM CBOWNCTBAM C ONpeaensieMbiM KOMMOHEHTOM, HO He
cogepxalleecs B npobe.

4 CywHOCTb MeToaa

MeToa ocHOBaH Ha npeasapuTensHOM Harpese npobbl 40 80 °C aAna nepesoga coaepallerocs meta-
Hona B naposylo ¢asy, rasoxpomarorpacmyeckoM OTAESNEHUN €ro Ha KanuNNAPHOW KOMOHKE WU NOcneayio-
LeM AeTEeKTMPOBAHUEM HA NNAMEHHO-UOHU3ALMOHHOM AETEKTOPE.

MaccoByto A0MI0 METAHOMA BLIMUCTIAIOT Nocse AobaBneHnAa K Npobe BHYTPEHHEro craHaapTa ¢ UCNofb-
30BaHWEM rpagyMpoBOYHOro KoadpuumeHTa.

MpoaomKMTENbHOCTL onpeaeneHus — He 6onee 30 MUH.

5§ CpeacrTBa namepeHun, BcnomorarenbHoe o6opyaoBaHue, Nocyaa, peakTuBbl
1 MaTepuanbl

5.1 Xpomarorpad raszoBbiii, OCHALLUEHHbIA NNAMEHHO-MOHM3ALUMUOHHbLIM AETEKTOPOM, KANUNMSIPHOW KO-
MNOHKOW, aBTOMATMYECKOM CUCTEMON BBOAA NapoBol a3kl C AenuTeneM noToka, TEPMOCTaTOM, U CUCTE-
Mol cbopa u 00paboTkm pAaHHbIX. TEeXHUYECKME W METPONIOTMYECKME XAPAKTEPUCTUKM MNNaMeHHO-
MOHU3ALUMOHHOIO AETEKTOpa AOMKHbI COOTBETCTBOBATL TpeboBaHuam FOCT 26703.

5.2 KonoHka rasoxpomarorpacpudeckas kanunnapHaa anuHon 30 M v BHYTPEHHUM AUAMETPOM
0,25 mM, Cco cTaumoHapHou ¢a3ol Ha OCHOBE 3(DUPOB NMONUITUNEHITIMKONS, NO3BONSAIOLLAA NONy4YUTb TPeDy-
emoe xpomartorpaduueckoe pasgeneHune, TonwmHoun cnos 0,25 Mkm.*

5.3 Becbl HeaBTOMaTuueckoro aencreust no MOCT OIML R 76-1, cneunanbHOro Knacca TOYHOCTU C
HanGonbLMM Npeaenom B3BelmMBaHua 210 1 u npeaenom Aonyckaemou norpewHoctu + 0,0005 r.

5.4 Konbbl mepHble 2-50-2a, 2-100-2a no NOCT 1770.

5.5 Mukpoao3aropbl nNMNETOYHbIE oAgHOKaHanbHble No NOCT 28311, ¢ nepeMEeHHON BMECTUMOCTLIO
or 20 go 1000 MM>, C OTHOCMTENbHOW NOrpeLHoCTbi0 go3upoBaHus = 1 %, C COOTBETCTBYIOLUMMU
HaKOHEYHUKaMMU.

5.6 O6opynoBaHue aBToMaTuM4eckoe (aBTocamnnep) Ansa oréopa u 4O3MPOBaHUSI pABHOBECHOM NMapo-
BOW (pasbl.™™

5.7 KoHTenHepsb! (Buanbl) ana napodasHoro aHanu3a BMECTMMOCTbIO 10 oM, ¢ pe3bboil.

5.8 Kpblluku MeTannuuyeckue 3aBUHYMBAIOLLMECHA C COOTBETCTBYIOLLMMU NPOKIaAKaMu U3 MHEPTHOIO
mMarepuana.

5.9 dunbTpbl MeMBpaHHbie ¢ AnameTpom nop 0,45 Mkm Anst GUNBTPOBAHUA NOABUXHOM hasbl M Npob.

5.10 YcraHoBka nabopatopHas ¢ HaCOCOM A NS BAKYyMHOW (pUnNbTpaLumn XXUaKOCTEN.

* KonoHka Tuna Restek Stabilwax-DA. JonyckaeTca npUMeHeHUe KanunnsipHbLIX KOMIOHOK ApYyrux Tunos, obecne-
YMBAIOLYUX aHANOMMYHLIA NOPSAOK BLIXOAa KOMIMOHEHTOB U TpebyeMylo cTeneHb pasfieneHus.

** Ucnonbayemoe aBTomaTudeckoe obopyfoBaHue Ansa otbopa U BBoAa nNapoBoil dasbl formkHO obecnevmBaTb
NOBTOPSAEMOCTb He MeHee 1 % OTHOCUTENBHO YCINOBUIA U3MepeHMiA no 6.3. BbinonHeHne gaHHoro TpeboBaHUsi MOXHO
npoBepuUTL NpU HeobXoAUMOCTH NyTEM MHOFOKPaTHOro U3MepPEHUs O HOM U TOW e Npobbl.
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5.11 Lentpucdyra nabopatopHas ¢ OTHOCUTENbHLIM LLEHTPOBEXHLIM YCKOPEHUEM pOTOpPA HE MeHee
1000 g, cHabxeHHasa aganTepamu ans NPoGMPOK BMECTUMOCTLIO 15 oM.

5.12 Mpobupku nonMMepHble LEHTPUDYKHbIE C 3aBUHYMBAIOLLEHCA KPbILLKOW BMECTUMOCTbIO 15 om’,

5.13 MetaHon ans xpomartorpadum, MaccoBomn A0NEN OCHOBHOIO BeLLECTBa He MeHee 99,9 %.

5.14 2-MNMponaHon (BHYTPEHHUI CTaHAapT)*, coaep>kaHneM OCHOBHOrO BewlecTBa He MeHee 99,8 %.

5.15 Boaga no N'OCT ISO 3696, He Huxe 2-1 CTENEeHU YUCTOTLI.

5.16 as-HocuTenb — renuii ra3006pasHbIil BbICOKOW YUCTOTDHI, TLLATENBHO BbICYLLEHHbI, C coaepXa-
HUeM kucrnopoga He bonee 10 MK,

5.17 Bogopoa no NOCT 3022, cB06OAHLIN OT OpPraHUYECKUX NpUMecei, MacCoBOM AONEW OCHOBHOIO
BellecTBa He meHee 99 %. [lonyckaeTca ucnonb3oBaHue reHeparopa soaopoaa.

5.18 Bosgyx cxarbin no MOCT 17433, knacca «0». [lonyckaerca ucnosnb3oBarb KOMNPeccopbl noboro
TUNa, obecneunBaioLe Heobxoaumoe aaBneHne U YUCTOTYy Bo3ayxa.

[onyckaeTca npuUMeHeHue Apyrux CpeacTB U3MEpPEHUN, BCnomoraTensHoro o6opyaoBaHusi, nocyasl,
He YCTYNaloLmMX BbILLEYKA3aHHbIM NO METPOSIOrMYECKUM U TEXHUYECKUM XapakTepucTtukam u obecneduunsato-
LLMM HEOOXOAMMYIO TOUHOCTb M3MEPEHUSA, a TaKke PeakTUBOB U MaTEpUanoB MO KAYECTBY HE XYXe Bbille-
YKa3aHHbIX.

6 OT60p 1 nogroroBka Npo6
Ot60op npo6 — no MOCT 26313, nogroroBka nabopatopHbix Npod — no MOCT 26671.
7 MoaroroBKka K NPOBeACHUIO U3MEPEeHUN

Yenosus uamepenmii —no NFOCT 26703.

MomeLueHMe, B KOTOPOM MpoBOAAT paboTbl C peakTMBamu, AOMKHO ObITb 0OEecne4YeHo NPUTOYHO-
BbITSXKHON BEHTUNALMEN.

Bce onepauuu ¢ peaktuBaMu cnefyet NpOBOAUTL B BbITSHKHOM LUKady.

7.1 MoagroroBka xpomaTtorpada kK paéore

BkntoyeHne n nogrotosky npubopa k paboTe, BbIBOA €ro Ha PEXWUM W BbIKIIOYEHUE NO OKOHYAHUU pa-
00TbI OCYLLECTBNAIOT B COOTBETCTBUW C PYKOBOACTBOM (MHCTPYKUMEN) NO SKCnnyaTaLmu.
Onpeaenexnne apdEKTUBHOCTN XPOMAaTOrpacPu4eckon KONOHKN — MO NPUNOXKEHUIO A.

7.2 YcnoBua npoBeaeHUa xpomarorpaduyeckux nsmepeHui

PaBoune napamerpbl ra3oBoro xpomarorpada gomkHbl ObITb NOA0OPaHbI ANs 4OCTMKEHUS Tpebyemo-
ro paspeLueHusi, KoTopoe Ana NMKOB MEeTaHona W 2-nponaHona JOMMKHO COCTaBnATL HE MeHee 1,5. Paspe-
LLAOLLYIO CMOCOBHOCTb KOMOHKM MPOBEPAIOT B COOTBETCTBUM C NPUNOXKEHMEM A.

TemnepaTypHas nporpamMma TepMocTaTa KOMOHOK:

- nporpaMmMupyemMblii Harpes — oT 40 °C (Bblaepkka 4 MUH), 3aTEM NOABLEM CO CKOPOCTbLIO 20 °C/MUH
0o 220 °C (Bblgepkka 1 MUH);

- TeMneparypa Tepmoctata ucnaputensa (MHxekropa) — (180 £ 2) °C;

- TeMmneparypa getekropa — (250 + 2) °C;

- 06beMHasa cKopoCTb raza-Hocutens — (2 £ 1) OM%/MUH;

- 00bEMHasA CKOPOCTb Nogadn Bogopoaa B AeTekTop — (40 £ 1) CM3/MI/IH;

- 06beMHasn ckopocTb Bo3ayxa — (400 + 1) CM*/MUH;

- 06beMHasa cKopocTb raza nogayea (renuii) — (30 £ 1) CM/MUH;

- aeneHune notoka — 1:30.

7.3 Pexxkum paboTbl aBTOCaMMNiepa u ycrnoBus napogasHoro 03MpoBaHus npo6

- TemnepaTtypa Tepmoctata — (80 + 1) °C;

- Temneparypa wwnpuua uHxekropa — (85 £ 1) °C;

- BpeMsi Bblaepxku npu temnepatype 80 °C — (5 £ 1) MuH;
- CKOPOCTb BCTPAXUBAHUA Buanbl — 650 06/MUH;

- cKOpOCTb Habopa NpoBbl B WNpuL, — 100 MM/C;

* [onyckaeTcs NPUMEHATb B Ka4ecTBE BHYTPEHHUX CTaHAAPTOB Apyrue CoefjMHEHUs, Hanpumep 13oTonHoMeYe-
Hblh MeTaHon CHsOH, B COOTBETCTBUM € MHCTPYKLMAMM NO MX NPUMEHEHWIO 1 NpOoLieAype NpUroTOBEHUst CornacHo 7.4.
3
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- CKOPOCTb BBOAA NPOGbI — 700 MM/C;
- 06bem npobibl B BUane — (250 + 25) mm>.

7.4 MNpuroToBsrneHne rpagyMpoOBOYHbLIX PaCTBOPOB

7.4.1 MpuroToBneHue NCXOAHOro pacTBOpPa BHYTPEHHEro cTaHgapTa ¢ MaccoBou aonei 1 %

B MepHoii konbe BMecTUMocTbio 100 cM® B3BeLIMBalOT Ha Becax (1,00 + 0,01) r 2-nponaHona u 4oBo-
[AT pacTBOP A0 METKU BOAON, TLUATENbHO NEPEMELLMBAIOT.

CpoK xpaHeHus1 pacTsopa B XONnoAWUNbHUKE Npu Temnepatype 4 °C — B Te4eHue 04HOro mMecsiua.

7.4.2 MpuroToBrneHue paéoyero pacTtBopa BHyTPEHHero craHgapra ¢ maccosoun aonei 0,01 %

B MepHylo konby BMeCTUMOCTbIO 100 CM> C MOMOLLBIO MUKPOAO3aTOpa BHOCST 0,1 CM° UCXOAHOTO
pacTtBopa, NPUroToBMNEeHHOro no 7.4.1, 4OBOAAT A0 METKU BOAOW U TWATENLHO NEPEeMELUMBAIOT.

PacTBOp roToBAT HEMOCPEACTBEHHO Nepen NpoBeAEeHUEM U3MEPEHUIA.

7.4.3 ToTOBAT pag paboynx rpagyupoBOYHbIX PACTBOPOB METaHomna Ans NOCTPOEHUS rpaayupoBOY-
HOW 3aBUCUMOCTHU NO NATU YPOBHAM KOHLEHTpaLUil BECOBbIM METOAOM.

[Ina 9TOro BHOCAT B MepHble KONBObl BMECTUMOCTBIO 50 oM’ ykasaHHble B Tabnuue 2, macchbl aTTecTo-
BaHHOro pacTsopa MeTaHomna, NPUroTOBIEHHOTO MO NPUNOXEHWI0 B, noBoAAT A0 METKU BOAOW Npu Temne-
patype 20 °C. PacTBop TLIaTENLHO NEPEMELLMBAIOT U CHOBA B3BELUMBAIOT.

Bce pesynbrarthl B3BELLUMBAHUSA 3aMUCLIBAIOT C TOYHOCTLIO A0 0,001 r.

Tabnuua 2 - lNopAgOK NPUIOTOBREHUS FPAAYUPOBOYHLIX PACTBOPOB

Homep HomuHanbHoe 3HaveHune Macca aTTecToBaHHOro BmecTtumMocTb
rpagyvpoBOYHOro pacTeopa, | MaccoBoi Jonu MeTaHona pacTBopa MeTaHona, MepHOiA Konbbl,
(i=1...N) Xi, MITH™ Mep,iy T cM

1 2 0,100

2 10 0,500

3 50 2,500 50,0

4 100 12,50

5 250 25,00

MpumedaHue — Macca aTTecToBaHHOIO pacTBopa METAHOMAa, MOXET OTNUYATLCA OT YKa3aHHOW, HO He

Gonee 4YeM Ha 10 %.

7.4.14 [eicTBMTENbHOE 3HA4YEeHUEe MacCoOBOM AONW MeETaHona B i-M TFpajyMpOBOYHOM pacTBOpe
Xrp,is MIIH ™, BBIYMCAISOT N0 ¢popmyne

_ pd
Xy = (1)

K
rA€ M — Macca aTTeCTOBaHHOTO pacTBOpa METAHONA, BBEAEHHOTO B i-i rpaiyupoOBOYHbII PacTBop, I;
my — Macca i-ro rpagympoBOYHOIO pactBopa B MepPHON konbe, r.
7.4.5 MpapyMpoBOYHbLIE PACTBOPbI FOTOBSIT HEMOCPEACTBEHHO nepesd paboton npu Temneparype
(20,0 £0,5) °C.

8 NpoBeaeHne namepeHun
8.1 MocTpoeHne n KOHTPOSIb CTAGUNBLHOCTU FPAaAYUPOBOYHON XapaKTEPUCTUKN

MocTpoeHue u pacyet rpagyMpoBOYHON XapaKTEpUCTUKU NPOBOASAT B COOTBETCTBUM C PYKOBOACTBOM
nonb3oBarens nporpaMmmHbIM obecneveHneM xpomarorpaca.

8.1.1 (0,250 % 0,025) r kaxgoro rpagyMpoBOYHOIO pacTBopa BHOCAT B Buasbl Ana napodasHoro aHa-
nu3a u go6asnsior (0,020 + 0,002) r paboyero pacTBopa BHYTPEHHEro ctaHgapra. Buansl cpasy e o6xu-
MaloT C MOMOLLBIO MHCTPYMEHTA AnsA 00XMMa M HECKONbKO pa3 BCTPAXMBAIOT B pyke ANs nepemMellnsaHus
COAEPKUMOrO0.

8.1.2 [lonyckaercsi MCNonb30BaHWE PACTBOPOB BHYTPEHHErO CTaHAApTa C APYrol KOHLUEHTpauuen B
YKa3aHHOM AuanasoHe M3MepeHU MacCOBOW KOHLIEHTpaLMn MeTaHona.

8.1.3 Buanbl ¢ rpagyMpoBOYHbLIMM pacTBOpPaMKU NOMELLAIOT B TEPMOCTAT aBTocaMrnepa, BblaepxvBea-
0T B HEM MNPU YCMOBUSAX, YKa3aHHbIX B 7.3, NOCNe Yero NpoTLIKAIOT KPbILIKY BUanbl UFAOM 1 oTOMparot ¢ no-
MoLLbio wnpuua 500 MM napoBoii casbl Ha PpacTBOPOM ANA XpomaTorpachuyeckux n3amepeHuin.

Mpy ycTaHOBNEHUM IPAlyMPOBOYHON XapaKTEPUCTUKN KaXKabIi rpagyupOoBOYHbINA pacTBop (CM. Tabnu-
Ly 2) BBOASAT B UHXEKTOP XpoMatorpada He MeHee AByX pa3, B YCIIOBUAX, YKa3aHHbIX B 7.2, U BbIYUCTIAIOT
4
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cpegHeapudMeTUYECcKoe 3HaYeHue.

OnpenenaT U PerucTpUpyT Ha Xpomatorpammax BpemeHa yaepkWBaHusl, COOTBETCTBYIOLLME NUKY
METaHOma u BHYTPEHHEro craHaapra.

8.1.4 MNocne maremaTuyeckomn 06paboTkn pe3ynLTaToB ¢ MOMOLLBIO NPOrPaMMHOr0 obecneyeHust unm

BPYUHYIO HAXOAAT rPaaYMPOBOUHYIO XapakTepPUCTHMKY ANA NAOLIAAN NUKa MeTaHona S, , y. e.-c, B rpaaympo-
BOYHOM pacTBOpPE B BUAE YPaBHEHUS NPAMON

Si = krpX . 2

rae Xy — AeWCTBUTENBbHOE 3HAYEHWE MAcCOBON AOMM METaHOMNA B j-M FPagyMpoOBOYHOM PacTBOPE, BbIUUC-
nexHoe no chopmyne (1), MAH ;

Kp — TPaayMpoBOYHbIA KOB(PMULIMEHT (KOIMDMDULIMEHT OTKNUKA), MHH_1~(y. e.-c)'1, BblYUCNAEMBIN KaK
cpegHeapudmMeTuyeckoe 3HayeHue KoabpuuyneHTos k; no chopmyne

met,i Scr,l
= o 3
ch,l -S

merT,i

m

i

TA€ Myer;— Macca MeTaHona B i-OM rpagyMpoBOMHOM PacTBOpeE, T;
S. . — cpeaHee 3HaueHue NNOLLAAN NUKA BHYTPEHHETO CTaHAApTa NPW U3MEPEHUN i-fo rpajyupo-

CT,i
BOYHOTO pacteopa (cM. Tabnuuy 2), y. e-C;
Mg j— Macca BHYTPEHHEro craHaapTa B j-oM rpaayupoBO4HOM pacTBope, T;

S

ver,; — CPEAHEE 3HaYeHue NoLLaan nuka MeTaHona Npu U3MepeHun i-ro rpaaympoBoO4HOrO PacTBo-
pa (cm. Tabnuyy 2), y. e-c.
8.1.5 'pagyMpOBOYHYIO XapaKTepPUCTUKY CUMTAIOT IMHENHON, eCnu 3Ha4YeHue keaapara koaddpuumeH-
Ta koppensyum He meHee 0,990.
8.1.6 3a rpaaympoBOYHbIN KOIMMULNEHT K, MPUHUMAIOT CpeAHee 3Ha4YeHne pesynbTaToB BCeX K; no-

cre NpoBepKu UX NPUEMMEMOCTU

Ky —k,|>0,05-k_, @)

raoe ki— rpagyMpoBOYHbIe KOS(PDULMEHTBI, BblYUCnAemble No hopmyne (3).

PacxoxgeHune mexagy 3HaYeHUsMU KanubBpoBOUHbIX KOSMULMEHTOB, NONYUYEHHbIX ANA Tpex kanu6-
POBOYHbIX PaCTBOPOB, AOMKHO ObITb MeHee 15 %. Ecnu koahdULUMEHT Bapuauum npeBbILLAET yKasaHHOe
3HayeHue, cneayeT NPOBEPUTb MPAaBUNIbHOCTb YCTAHOBKM 3KCMEPUMEHTarbHbIX NapamMeTpoB U NOBTOPUTL
kanmbpoBKy, HaunHasA ¢ pasgena 6.

Mpumep xpoMaTorpaMMbl rpagynMpoBOYHOrO pacTeopa NpuMBeAEH Ha pucyHke B.1 npunoxeHus B.

KoHTponb cTabunbHOCTM rpagyMpoBOYHON XapakTepuCTUKU NPOBOASAT COMMacHO Npunoxenus I

8.2 NamepeHune nadoparopHbIX Npood

8.2.1 B npeapapuTenbHO B3BELUEHHYIO YUCTYIO BMany BMECTE C KPbILKOM WM NPOKNaakoh BHOCAT
(0,250 = 0,025) r nogroToBneHHOW no pasgeny 6 npobbl u gobaenaT Kk Hen (0,020 + 0,002) r pacTBopa
BHYTPEHHEro CTtaHaapTa, MPUroTOBMEHHOrO MO 7.4.2, 3aKpbIBAKOT CUMMKOHOBOW MPOKMNAAKOW, 3aKpyduBaioT
KPbILLKY U CHOBA B3BELLMBAIOT.

Bce pesynbrathl B3BELUMBAHMA 3aMUCHLIBAIOT C TOYHOCTLIO A0 0,001 1.

MepemeLunBaloT, BCTPSAXUBAA BMAnNy C NOATOTOBNEHHOI NpoBoi Ao Tex nop, noka OHa He CTaHeT oA-
HOPOZAHOMN.

Buany nepeHocat B TepMOCTaT aBTocamnnepa v ganee noTOPSAIOT onepaumm, ykasaHHble B 8.1.

8.2.2 MpoBoasT usmepeHuns aByx nabopatopHbix npob B yCNOBMSIX MOBTOPSEMOCTU B COOTBETCTBUMN C
Tpeboeanusmm MOCT UCO 5725-1 (nogpasaen 3.14).

OnpegensioT u PErMCTPUPYIOT HA XpPOMAaTorpaMmme BPeMsi yAepAUBaHUS NWKa MeTaHomna U Nuka BHyT-
peHHero ctaHaapta (oM. Tabnuuy 3), COOTBETCTBYIOLLEE BPEMEHU WX YAEPXKMBAHUA, HANLEHHOrO NpU U3Me-
peHuu rpagympoBOYHbLIX PAcTBOPOB N0 8.1.3, U BbIYMCHAT CpeaHee 3HaYeHue nnowiaaum nukoB no dopmy-
ne (2).
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OTKNOHEHWE 3HaYeHNn BPeMEHU YAepXXMBaHWUSA NUKOB METaHOMAa U BHYTPEHHEro cTaHaapTa, nony4eH-
HbIX NPW M3MEPEHUM NTaBOPaATOPHBIX NPOO, OT 3HAYEHWIT BPEMEHU YAEPKUBAHUS, MONMYYEHHbLIX NPU U3MeEpe-
HWUM rPaayUPOBOYHbLIX PACTBOPOB, HE AOIKHbI OTNM4YaTbCA Gonee yem Ha 0,005.

Tabnuua 3 -TlapameTpbl yaepKnBaHus KOMMNOHEHTOB

Bpems yaepxuBaHusa R;, MUH
KonoHka Restek StabilWax-DA 30 m x KonoHka Restek Stabilwax
Coepurenue 0,25 MM, 30 M x 0,32 MM,
0,25 MKM 0,5 MKM
MeTtaHon 3,98+0,10 3,95+0,05
2-MponaHon (BHYTPEHHWUIA CTaH4apT) 3,25+0,10 3,30+ 0,05

8.2.3 Onpepnensiemoe B npobe coaepkaHue MeTaHona JOIMKHO HaXOAUTLCA B AnanasoHe U3MEPEHU
MaccOBOW 40N MeTaHorma Mo rpagyupoBOYHON XapaKTepUCTUKe.

Ecnn maccosas fons MetaHona B NpoGe HacTOMbKO MakCUMarnbHa, YTO BbICOTAa COOTBETCTBYIOLLENO
nMKa BbIXOAWUT 32 BEPXHUI AMANA30H rpagyvpOBOYHON XapakTepucTuku, To npoby pastasnsioT BOAOi, HO He
Oonee 4yem B iBa pa3a, U U3MEPEHWE NOBTOPSAIOT.

B aTom cnyvae npu BbldMCneHnn no popmyne (5) y4uTbiBalOT BENUYMHY KO3hduLmeHTa pazbaBneHus
F.

MpumMepbl xpomarorpaMM OMpPEAEneHuss MeTaHona B COKOBOW MPOAYKLMU NPUBEAEHbI HA PUCYHKAX
B.2, B.3 npunoxeHusa B.

9 O6paboTtka v ochopMIieHUEe pe3ynbLTaToB U3MEpPEeHUN

9.1 Maccosylo gono MeTaHona X, MJ'IH_1, BbIYUCAAIOT C UCMOMb30BaHWEM rPaaYMpPOBOYHON 3aBUCUMO-
CTU C YH4ETOM CTeneHn pa3seaeHus npobel no opmMyne

_ krp ’ SMem -F
Scm
rA€ Ky — OTHOCUTENbHbIN rPafyupOBOYHbIA KO3(MULMEHT, BbluMcASeMbli no 8.1.6;
SmeT— 3HaYeHue Nnowazam nNuka MeTaHorna B npobe, y. e-c;
F — koahpuumneHT pasbaBnenus;
SCT — 3HayYeHue NNoLWAaaM NMKa BHYTPEHHEro cTaHaapTa B npobe, y. e-C.

Bce BblYUCNEHUA NPOBOAAT A0 LUECTOr0 AECATUYHOrO 3HakKa.
9.2 3a pesynsrar U3MEpeHUr NPUHUMAIOT cpeaHeapudMeTUYecKoe 3HaueHue pe3ynbLTaToB ABYX Na-
pannenbHbiX ONPeaeneHnin, eCnu BbINONMHAETCH YCIOBUE NMPUEMIIEMOCTH

X ®)

2.|X,-X,|-100

<r ®)
X, + X,

me Xj, X — pesynbrartbl AByX napannenbHbiX Mu3MepeHuit MacCoBO AONM MeTaHona B npobe, MnH’1;

r— 3Ha4YeHune npeaena NnoBTOpseMocCTH, %, ykasaHHoe B Tabnuue 4.

9.3 Ecnu ycnosue (6) He BbINOMHSAETCA, NONyYaloT eule ABa pe3ynbTata U3mMepeHuin B NOSIHOM COOT-
BETCTBUU C HACTOALWIMM CTaHaapTom. 3a pesynbTaT onpefernieHus NpUHUMAlOT cpeaHeapudmeTudeckoe
3HAYeHWe pPesynbTaToB YeTbipex napannenbHbIX U3MEPEHUN, eCNU OTHOCUTENbHOE PaCXOXAEHUE MeXay
HUMK npu cobniogeHun ycnosunt FOCT NCO 5725-6 (pasgen 5) He npeBblWAET 3HAYEHUA KPUTUYECKOTO
auanasoHa CRy g5 (4) npu foBeputenbHOn BepoaTHOcTU P = 0,95 no dopmyne

N XMaKC_XMMHl .
<0,01-CRye5(4). ™
X+ X, + X3+ X, ’

rae  Xuakey Xum— MAKCUManbLHOE U MUHMMANbHOE 3HAYEHUSA U3 PE3YNbTaTOB YeTbipex napanfernbHbIX U3-
MEpEHUI MacCOBOW ONW METAHONIA, MITH
Xy, Xo, X3, X4 — pe3ynbTathl YeTblpex napannenbHbiX U3MEPEHNI MacCOBOV 40NN METaHONa, maH
CRuygs (4) — 3HaYeHUe KPMTUYECKOro AnanasoHa Ans YpoBHA BepoATHOCTH P = 0,95 ana yetbipex pe-
3ynbTaToB NapannenbHbiX U3MepeHuii (cm. Tabnuuy 4), %.
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9.4 Ecnu pacxoxaeHue MOSydEHHbIX YEeTbIpeX Pe3ynbTaToB napannesnbHbiX U3mepeHun Gonblie
CRy o5 (4), onpeaeneHns NPMOCTaHaBIIUBAIOT U BbIACHAIOT NPUYKUHBI NMPEBLILLEHU KPUTUHECKOTO AKAanasoHa,
YCTPaHAIOT UX 1 NOBTOPAIOT BbINONMHEHUE wsmepeHuﬁ B MONIHOM COOTBETCTBUU C HACTOALWMUM CTaHAApPTOM.

9.5 OkoHuaTenbHbIN pesynsrar onpeaeneHuini B AOKYMeHTax, npeaycmarpusatowmx ero ucnosb3osa-
Hue, npeacrasnaoT cornacHo MOCT UCO/M3K 17025 ¢ ykazaHueM MeToga onpeaeneHus U HacToALEero
craHgapra

X+0,01-56- X, P=0,95, )

me X - cpeaHeapudMeTUyYeckoe 3HayeHne pesyrnsraroB naparnnenbHbiX onpeaeneHnini MaccoBon A0nNu

METAHONA, BbINOSIHEHHBIX B YCIMOBUSAX NOBTOPSIEMOCTH, M

+ 8 — rpaHuLbl OTHOCUTENbLHOWM NMOTPELUHOCTU U3MEPEHUN, %, yKkasaHHble B Tabnuue 3.

Uucnosoe 3Ha4YeHne pesynbrara onpeaeneHuii JormKHO OKaHUMBAaTLCA UMA)PON TOro Xxe paspaaa, uTo
M 3Ha4yeHue abCOnIOTHOW MOrPELUHOCTU, BbIPAXKEHHOE YMCIOM, coaepXawuMm He Gonee ABYX 3Hayalmx
Lmdp.

B cny4ae, ecnu OKOH4YaTenbHbLIM pe3ynbTaT onpeAeneHusi MacCoBOM AONU METAHONA BbIXOAMT 3a
npeaensl rpaﬁuu AnanasoHa M3MepeHui, TO NPUBOAAT Crieaylowyio 3anuch: «Maccosas gonss MetaHona
MeHee 5 MAH™ ».

10 MeTponoruyeckue xapakrepucTuku

Hactoswumin metoa obecneunsaet NONy4YeHUe pe3ynbTatoB U3MEPEHUN C NOrPELUHOCTbIO, HE MPEBbI-
LIaoLWe 3Ha4YEeHUI, NpUBEAEHHbIX B Tabnuue 4.

Tabnuua 4 — 3HadeHus nokasatenel NOBTOPSAEMOCTU, BOCMPOU3BOAUMOCTU U TOMHOCTU Pe3ynsTaroB
N3MEPEHUNI

3HaueHme NoKasaTens npu AnanasoHax n3-
MepeHUs MaccoBOW 40NN MeTaHoNa, MIH
HanmeHoBaHuWe nokasaTtens
Ot 5 po 100 BkntoM. Cs. 100 A0 250
BKJTHOM.
[Npenen NnoBTOPAEMOCTU (OTHOCUTENBLHOE 3HAYEHUE A0NyCKa-
€MOro pacxXoXaeHWs Mexay ABYMS pesynbratamu, NonyyYeH-
HbIMUW B YCIOBUSAX NOBTOPAEMOCTH) I, %o, npu n=2n P = 0,95 " 7
lNokasarens NOBTOPAEMOCTM (OTHOCUTENLHOE CpeaHekBaapa-
TUYECKOE OTKNIOHEHME MOBTOPAEMOCTH) r, % 4 2,5
Mpenen BoCcNpou3BoAMMOCTU (OTHOCUTENLHOE 3HaYeHue A0-
Nyckaemoro pacxoxaeHus Mexay ABymSA pesynsraramu, nony-
YEHHbIMU B YCINOBUSIX BOCNPOM3BOAUMOCTH) R, % 17 1
Moka3aTenb BOCNPOU3BOAUMOCTM (OTHOCUTENBLHOE CpeaHe-
KBagparu4eckoe OTKIIOHEHUE BOCNPOU3BOANMOCTH) Gr, % 6 4
[Nokasarenb TOYHOCTU (rPaHNLbl OTHOCUTESNbHOW NOrPELUHO-
cTh) =3, % npu P= 0,95 17 1

MpumMeyaHue — YcTaHOBMNEHHbIE YACIIEHHBI® 3HAYEHUS] FPaAHUL, OTHOCUTENbHOW MOrpeLHOCTU COOTBETCTBYIOT
YUCNEHHBIM 3HAYEHUSIM paclUMpeHHON HeonpefeneHHOCTU Uy (B OTHOCUTENBHBIX €AuHMLax) npu koadduuneHte
oxBata k= 2.

11 MpoBepka NpUeMrieMOCTU pe3yribTaToB U3MEPEHUN, NOJTyYEHHbIX B YCNOBM-
X BOCMPOU3BOAUMOCTU

MpoBepky NpMemMneMocTu pe3ynsrartoB U3MEpeHuii B YCNOBUSX BOCNIPOM3BOAMMOCTU NPOBOAAT:

a) Npy BO3HMKHOBEHMM CMOPHBLIX CUTYaLMn MeXay ABYMs naboparopusiMu;

6) npu NpoBepke COBMECTUMOCTU PE3YNLTATOB U3MEPEHUIA, MONMYYEHHbIX MPU CIINYUTENbHBIX UCNLITA-
HUSAX.

[ns npoBeeHus1 NPOBEPKU NPUEMINIEMOCTU PE3ynbLTaTOB MU3MEPEHUIN B YCNOBUAX BOCNPOU3BOAUMOCTH
Kaxaas naboparopusi UCNONb3yeT KOHTPOIbHLIE NPOOLI, OCTABNEHHBLIE HA XPAHEHUE.

MpueMneMoCTb pe3ynsLratoB U3MepeHun, NOMyYeHHbIX B ABYX nlaboparopusax, OUeHMBaIOT CpaBHEHU-
€M Pa3sHOCTH 3TUX PE3YNbLTATOB C KPUTUYECKOW PasHOCTbIO CDygs NO hopmyne

X, ~ X,| < CDyg. ©
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rme X, X,— CpefHue 3HaYEHWS MacCOBOIi AONM METaHONa, MOMYYeHHbIE B NEPBON M BTOPOI naboparo-
pusx, MJ1H_1;
CDyg5 — 3Ha4YEHNEe KPUTUYECKOW PasHOCTM ANA COAepXKaHUs METaHOmna B COKOBOW NPOAYKLMM, MI/KT,
BbIYMCNSIEMOIA NO chopmyne

.01 1

CD,gs =2,77-0,01- X, o2 —02 [ 1-——— |, (10)

r

rae 2,77 — k03(hMUMEHT KPUTUYECKOrO Auana3oHa Anst AByX napannenbHbix onpeaenenuin no MOCT UCO
5725-6;
0,01 — MHOXUTENb ANA Nepexoa OT NPOLEHTOB K aGCOMNIOTHLIM 3HAYEHUSAM;

X1 ,— CPeaHUe 3Ha4YeHUsi MacCoBOIl JONM METAHONa, NONy4YEHHbIE B NEPBOI 1 BTOPOIi nabopaTopusix,

MnH_ﬂ;

Or — NoOKasartenb BOCNPOU3BOAUMOCTU, %, yKasaHHbIl B Tabnuue 4;

O, — nokasarersb NOBTOPAEMOCTH, %, yKkasaHHbIi B Tabnuue 4;

N = 4nCno Pe3ynLTaToB NapannenbHbIX ONPeAEneHunil.

Ecnu KpuTU4eckas pasHOCTb He MpeBblILLEHa, TO NpuemsieMbl 0b6a pe3ynsrata W3MepeHUi, NPUBOAU-
MbIX ABYMSs nabopatopusMu, U B Ka4eCTBE OKOHYATENbHOTO pesynbrata UCMOoNb3yloT ux obulee cpegHee
3HayeHue. Ecnn kputuyeckas pa3HOCTb NpeBbiEeHa, BLIMNOMHAIOT npoueaypbl, ykazaHHobie B TOCT UCO
5725-6 (nyHkT 5.3.3). MNpu pasHornacusx pykosoacteytorca MOCT UCO 5725-6 (nyHkT 5.3.4).

12 KoHTponb KauyecTBa pe3ynLTaToB U3MEpPEeHUH Npu peanusauunm metoaa B
nadoparopuu

12.1 KoHTpoOnb Ka4yecTBa pe3ynsratoB npeaycMaTpuBaet.

- KOHTPOMNb UCMOMHWUTENEM Npoueaypbl BINOIHEHUA onpeaeneHuit (Ha OCHOBE OLUEHKU BHYTpunato-
pPaTopPHON NPELM3NOHHOCTU M NOFPELIHOCTM NPU peanusaunmn OTAENbHO B3ATON KOHTPONbHON Npoueaypbl);

- KOHTpONb CTabunbLHOCTU Pe3ynbTaToB onpeaeneHuin [Ha OCHOBE KOHTpOMs CTabMNbHOCTU cpeaHe-
KBaApaTM4eCKOro OTKIOHEHMUS1 MOBTOPSEMOCTHU, CPEAHEKBAAPATUMECKOTO OTKIMOHEHUSA BHYTpunabopaTopHoi
(NPOMEXYTOYHOM) NPELU3UOHHOCTH, NOTPELLHOCTH].

12.2 OnepaTuBHbIN KOHTPOSb MOrPELUHOCTU (TOYHOCTU) Pe3ynbTaToB U3MEPEHUI OCYLLIECTBISIIOT C UC-
Monb30BaHMEM aTTeCTOBAHHOIO pacTBoOpa METAHOra, NPUrOTOBIIEHHOIO MO NPUNOXeHUIo B.

12.3 lNpaBunNbHOCTL NPOBEAEHUA USMEPEHUI CneayeT PerynsipHo NpoBEpATb NyTeM NPOBEPKU XOno-
CTbix Npo6. B kauecTBe X0nocToi npobbl UCMONb3YIOT BOAY.

HaingeHHoe 3HaueHMe MaccoBOW A0NM METAHOMNA B XONOCTOM NPoGe He AOMKHO NPEBLIWATL HUKHIOD
rpaHuLy Avana3oHa U3MEepPEHUI UMK JOIDKHO ObITh B TPU pa3a MeHbLUE MUHUMASbHOIO 3HAUYEHUA U3 pe3ynb-
TaTOB ONpefieNeHni, NONMy4YeHHbIX ANsi HECKOMNbKMX Npoo.

OpraHu3aumio 1 OLEHKY pPe3ynbTaToB KOHTPONSA OCYLLECTBRAIOT B COOTBETCTBUM C TpebosaHuamu [1].

MepuoaUYHOCTL KOHTPONA MOTPELUHOCTU (TOYHOCTU) YCTAHABNMBAETCA camoi nabdopartopuei ¢ yqe-
TOM (hakTU4ecKkoro cocrosiHua pabor. Mpu cMeHe napTuii peakTUBOB, 3K3IEMNAAPOB CPEACTB WU3MEpPEHUM
npoBeieHMe ONepaTMBHOIO KOHTPOISI NOrPELLHOCTU 00A3aTeNbHO.

12.4 KOHTpONbL CTaOMNbHOCTYU Pe3ynbLTaToOB U3MepeHui

KoHTponb cTabunbHOCTM pe3ynsraTtoB usMepeHuin B nabGoparopum ocywectsnsior no MOCT UCO
5725-6, ucnonb3ys MeToA KOHTPONSA CTabUNbHOCTU CTAHAAPTHOIO OTKNOHEHUA NPOMEXYTOYHON NpeLu3noH-
Hoctu no NOCT UCO 5725-6 ¢ npumMeHeHUeM KOHTPONbHbIX kapT Lyxapra.

Mpu HeynoBNETBOPUTENLHBLIX PE3YyrnbTaTax KOHTPOMA: NPEBbILEHUM npeaena AEWCTBUS UMK pery-
NAPHOM NpeBbILUEHNU Npeaena nNpeaynpexaeHns — BbIACHAIOT U YCTPAHAIOT NPUYUHLI STUX OTKITOHEHMIA.

MepnoanYHOCTb KOHTPONS M MPOLEAYPbI KOHTPONA CTabUNbLHOCTU Pe3ynbTaTtoB M3MEPEHUI pernameH-

TUPYIOT B PYKOBOACTBE NO kayecTBy nabopatopum B cootBetTcTBun ¢ FOCT UCO/MIK 17025 (nyHKT 4.2).

13 TpeboBaHua 6Ge3o0nacHOCTU
13.1 YcnoBus 6e3onacHOro npoBeAeHuA padcor

Tpe6oBaHnus anekrpobesonacHocTu npu pabote ¢ npubopammu — no NOCT 12.1.019 u B COOTBETCTBUM
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C UHCTPYKLMeNn Nno akcnnyarayum npubopa.

Mpu pabore ¢ YucTeiMM BelecTBamu cobnioaalor TpeboBaHus 6e30NacHOCTM, YCTaHOBMEHHbIe AN
paboT C TOKCUYHBIMK, €0KMMU 1 NlerkoBocnnaMeHsiowmumMmca sewecrsamm no NOCT 12.1.007. KouTpons 3a
cogepxaHueM BPeAHbIX BELEeCTB B BO3ayxe pabouer 30HbI NPOBOAAT B COOTBETCTBMM C TpebGoBaHMAMU
MOCT 12.1.005.

MomelueHMe naGopartopuy [OMKHO COOTBETCTBOBATbL TpeBGoBaHMAM MNOXapHOW Ge30nacHOCTU Mo
rOCT 12.1.004,

13.2 Tpe6oBaHusA K kBanudUkaLum onepaTopos

K BbINOMHEHUIO M3MEpPeHun, obpaboTke U OQOPMNEHUIO PEe3ynbLTaTtoB AOMYCKAKTCA WHXEHEPbl-
XUMUKK, NabopaHTbl, UMEIOLLME BbICLLIEE UMK CPeaHee crneuuansHoe obpa3oBaHue, onbiT paboTbl C HACTOS-
LM obopyaoBaHMEM U 3HAKOMBIE C HACTOALLMM METOAOM.

MepBoe npumeHeHue meToaa B naboparopuv CnegyeT NpoBOAUTL NOA PYKOBOACTBOM crieuuanucra,
BnajetoLlero Teopuen BbICOKOIPMEKTUBHON XUAKOCTHOW XpomaTtorpachum M MMEIOLero npaktudeckue
HaBbIKW B 3TOW obnacTu.

MocTpoeHne rpaaynpoOBOYHOW XapakTEPUCTUKKN, MPUTOTOBIIEHWE rPaayupPOBOYHbIX PAcTBOPOB, NPOBe-
fleHne BHYTPEHHEro KOHTPONA crneayer NPoBOAUTL CNELManueTy BbiCLWIEN kBanudUKaLmm, UMEIOLLIETO CTaX
paboTbl B AaHHO 06nacTu He MeHee J4BYyX NeT.
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MpunoxeHue A
(obsa3arensHoe)

Mpoeepka napameTpoB pasgeneHus

MpoBepKy oNTUManNLHOCTM XpomMaTorpadMyecKkX YCNOBWIA onpefeneHus (xapakTepucTK KOMOHKW) NpoBOASAT Mo
npoGHoit XxpoMaTorpaMme rpagyMpoOBOYHOrO pacTBopa MeTaHONa ¢ KoHLieHTpaLmei 50 MI/aM>, NyTeM BbIMUCIIEHUA Mo-
KasaTernei B COOTBETCTBUM ¢ Tabnuuei 5.1 ¢ NoMOLLbo NporpaMMHOro obecneyvyeHunsi UNu BpyUHYHo.

[ns aToro roToBSAT MCKYCCTBEHHYIO CMECb MeTaHona W BHYTPEHHEro craHgapTa W NPOBOAAT ee U3IMepeHUs B
YCroBUsIX, YKkasaHHbIX B 7.2.

KoadpbuumeHT pasaenenuns k BblMUCnAIOT no popmyne

k- A
b, +b,

rae Al - paccTosHne Mexay MakcMMyMaMu COCeIHMX NMKOB Ha NPoBHOI XpoMaTorpamme, MM;

(A1)

b ,b2 — 3Ha4eHUA WUPUHBLI NepPBOro U BTOPOro NUMKOB Ha NOJTOBUHE BbICOTHI COOTBETCTBYHOLLErO NUKa, MM.

KoadbduumeHT pasgeneruns k Ans meTaHora u BHYTPEHHEro cTaHfapTa (2-nponaHona) AomkeH 6biTb He MeHee
1,5.

BpeMa yaepxuBaHMA KOMMOHEHTOB MOXET BapbUpOBAaTbCH B 3aBUCUMOCTU OT CBOWCTB KOHKPETHOW KOSIOHKN W
CKOPOCTU MOTOKa rasa-HOCUTErsl, OfHaKO MOPSAOK BbIXOAa MUKOB OCTaeTCA HeusMeHHbiM. OnpepeneHne BpeMeHu
YAEPXUBaHWA KOMNOHEHTOB MOBTOPSAIOT NPU U3MEHEHUN YCIOBUIA pasfeneHns NUKos (Harnpumep, CKOpoCTU NoTokKa rasa-
HoCcUTENS), a Takke nocne ANUTENIbHOro Nepuofa, B Te4eHUe KOToporo xpoMarorpad Gbin BIKIIOYEH.

10



rocCT 32919—2014

Mpunoxexnue b
(o6a3arenbHoe)

MeToauka NpUroToBsieHUA aTTeCTOBAaHHOIO PacTBOpPa MeTaHosa

Bb.1 O6nacTb npuMeHeHuns

MeToauka ycTaHaBnUBaET NpPUroTOBMEHUe aTTeCTOBAHHOrO pacTBopa MeTaHoMa, NpeAHa3sHa4YeHHoOro Ans NpUro-
TOBJIEHUSI TPaAyUPOBOYHLIX pacTBOpoB (CM. 7.4) W MpOBEAEHUS ONepaTUBHOTO KOHTPOMS MOFPELUHOCTU pe3ynbTaToB
onpegeneHui no 12.2.

ATTecToBaHHbI pacTBOp NpefcTaBnseT coboil BoAgHLIA pacTBOp MeTaHora.

B.2 MeTtponoruyeckue xapakrepucTuku*

MeTponorudeckue xapakTepucTUKW aTTecToBaHHOIo pacTBopa npueefeHsl B Tabnuue b.1.

Tabnuya B.1

3Ha4eHue meTpororuye-
HavnmeHoBaHWe xapaKkrepucTuku CKOW XapaKTepuCTUKU ANs aTTe-
CTOBaHHOro pactsopa

ATTecToBaHHOE 3HaYe€HWe MaccoBOI 0NN MeTaHona, MJ'IH>1 10000

"paHnLBbl NOrPELUHOCTUN YCTAHOBMNEHU aTTECTOBAHHOMO 3Ha4YeHUs Mac-
coBOI fonu MeTaHona npu P = 0,95 + 0,005

B5.3 CpeactBa uamepeHuii, BcnomorarenbHoe o6opyaoBaHue, peakTUBbl U MaTepuarnbl

B5.3.1 CpenctBa namMepeHui

Beckl nabopatopHsle no FOCT OIML R 76-1, cneyunanbHoro (1-r0) knacca TOYHOCTU ¢ HaWbONbLUMM Npeaenom
B3BeLwwnBaHus 150 r u LeHoit noBepoyHoro geneHus e = 0,001 r.

Kon6kl MepHble 2a-100-1 no FOCT 1770.

[Ho3saTopbl NuneTovHble BMecTUMOocCTbo 100—-1000 Mm® ¢ COOTBETCTBYIOLMMN HAKOHEYHUKAMU MO HOPMAaTUBHLIM
[LOKYMeHTaM rocyfiapcTs, NPUHABLLMX CTaHA4apT.

b5.3.2 Peaktusbl

MeTaHon ana xpomartorpaduu,™ ¢ MaccoBomn Jonenh OCHOBHOIo BellecTBa He MeHee 99,5 %.

Boga no FOCT ISO 3696, He HMXe 2-1 CTENEHU YNCTOTHI.

b.4 Nopsaaok npurotoBneHus pacteopa

B mepHoi konbe BmecTUMocTbio 100 cMm® B3BeLLMBAIOT Ha Becax (1,0 £ 0,001) r meTaHONa, AOBOANT €ro A0 MeT-
kv Bogon npu Temnepatype (20 = 5) °C 1 nepemeLLnBaloT.

B5.5 Tpe6oBaHuA K KBanudpukauuu ncnonHutenemn

ATTECTOBaHHbI pacTBOp MOXET FOTOBUTb MHXEHep MIW NabopaHT co CPeAHUM crielmanbHbiM obpasoBaHuem,
NpOoLUeALLNiA cnelmarnbHyo MOArOTOBKY M UMEIOLLMIA cTax paboThl B XuMuyeckoil nabopaTopun He MeHee roga.

B5.6 Tpe6oBaHuA K ynakoBKe 1 MapKUpPOBKe

Ha kon6e c aTTecToBaHHLIM pacTBOPOM formkHa ObITk HakleeHa 3TUKETKA € YKa3aHWeM KOHLEHTpaLuun MeTaHona
B pacTBope, NOorpeLlHoCTN ee YyCTaHOBINEHNA W JaTbl NPUroTOBNEHUS.

B.7 YcnoBus xpaHeHus

Cpok XpaHeHWs aTTeCTOBaHHOro pactsopa — B Te4eHue Hegenu npu Temnepatype (20 £ 5) °C.

* PacueT MeTporioruyeckux xapakrepuctuk AC npoBoasAT B COOTBETCTBUM € TpeboBaHuaMM [2].

** OonyckaeTca ucnone3oeatb CO MeTaHona no NOCT 8.315 ¢ rpaHuLaMn AonyckaeMoi OTHOCUTENBbHONR Mo-
rPELWHOCTN aTTeCcTOBaHHOIo 3HayeHUs + 1 % npu P = 0,95, yTBepXAeHHbIe Ha TeppPUTOpUN rocyaapcTea, NPUHABLLIErO
cTaHpapT.
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0,0
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B.1

Mpunoxexnue B
(cnpaBoyHoe)

MpuMepbl TMNOBLIX XPOMATOrpamMm onpeaesieHUsi MeTaHorNa B COKOBOW NPOAYKLMM

Mpumep TUNOBOI XpOMaTorpaMMbl FpagyMpoBOYHOrO pacTBopa NpUBeAEH Ha pUcyHke B.1.

0,0

1 0 2,0 3,0 40 5,0 6,0 7,0 8,0 9,0 10,0

)

Bpemsi, MuH

PueyHok B.1 — XpomaTorpamma rpagyvMpoBOYHOro pacteopa, cogepxatllero 250 MNH ' MeTaHona ¢ aoGaenexnem 0,01

S

3,5
3,0
2,5
2,0
1,5
1,0
05
0.0

% no mMacce BHyTpeHHero ctTaHgapTa
1 — MeTaHor, 2 — BHYTPEHHUI cTaHaapT

B.2 [MpuMepbl TUMOBLIX XpOMaTorpaMm onpejeneHna mMetTaHona B COKOBOM npoaykuun npusegeHbl Ha pUCYHKaX
B.2, B.3.

1,0 2,0 3,0 4,0 5,0 6,0 7,0 8,0 9,0 10,0

Bpems, MuH

PucyHok B.2 — XpomaTtorpamma ocBeTreHHoro 16r1o04Horo coka npamoro omkuma, cogepxatyero 160 MNH ' MeTaHona, ¢

12

fobasnenunem 0,01 % no macce
BHYTPEHHEro cTaHaapTa
1 — MeTaHon, 2 — BHYTPEHHWIA cTaHaapT
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5,0

40

3,0

2,0

. | |
0,0 A u A ) M

0,0 1,0 2,0 3,0 4,0 5,0 6,0 7,0 8,0 9,0 10,0

Bpems, MuH

PucyHok B.3 — XpomaTorpaMMa KOHLEeHTPUPOBaHHOMO rperindgpyToBoro coka, cogepxatiero 48 MRH™' MeTaHona, ¢ fjo-
6aBneHunem 0,01 % no macce
BHYTPEHHero ctaHgapTta
1 — MeTaHonN, 2 — BHYTPEHHUIA cTaHaapT
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MpunoxeHue I
(obsazarenbHoe)

KOHTpOsb cTabUNbLHOCTU rpagyMpPoOBOYHON XapakTepUCTUKU

KoHTponb cTabunbHOCTY rpafyMpoBOYHONA XapakTepucTUKN NPOBOAAT €XeAHEBHO Nepej HavanoM U3MepeHuit ¢
NpYMeHeHeM ABYX rpajyMpOBOYHLIX pacTBOpPoOB (CM. 7.4.2) ¢ MaccoBOl KoHueHTpauuel MeTaHona (20 = 10) % wu
(80 £ 10) % ycTaHOBMEeHHOro NUHeHoro guanasoHa.

PerucTpupytoT XxpomMaTorpaMmbl rpaayMpoBOUYHBIX PACTBOPOB B TEX Xe YCIoBUsIX, B KOTOPbIX Bbina ycTaHoBMneHa
rpagyvpoBOYHasn XapakTepucTMKa, U BLIYUCHSIOT YpaBHEHNE NPAMOA, UCXOLA N3 NPOBeA e HHLIX U3MEePeHUiA.

["PaflyMpOBOYHYIO XapaKTepucTUKy CHUTAIOT CTabUbHON, eCnu AN Kaxaoro rpagyupoBoHHOro pacTBopa BhIMNosi-
HAEeTCH ycrnosue

X

_X .
rpmam rp,i
100<K,,. (1)
rpi
roe Xip,uam, Xrp,i — 3HAYEHNE MACCOBOI Jonu MeTaHona B FpaAyMpOB9HHOM pacTBope, U3MepeHHoe U HalgeHHoe pa-
Hee No rpagynpoBoYHOWN XapaKTepUCTUKe COOTBETCTBEHHO, MIMH |

K:p — HOPMaTUB KOHTPONS, Krp =058,

roe  + 8 —rpaHulbl OTHOCUTENBHON NOrpeLlHOCTU U3MepeHuid, %, (cM. Tabnuuy 4).

Ecnn ycnosue ctabunbHocTy (7.1) He BbINOMHAETCS TOMbLKO AN OAHOrO rpailyMpoBOYHOIO pacTBopa, TO BhIMOM-
HSOT NOBTOPHOE U3MEPEHUe 3TOro pacTBopa C Lenbio UCKITYEHNA pesynbTaTa, coaepxallero rpybyto omnoky.

[MocTpoeHue U pacyeT rpagyMpoBOYHOR XapakTepuUCTUKN ¢ NPOBEPKOW JIMHEMHOCTN NPOBOASAT 3aHOBO B CRyYasX:

- rocrie BBeLEeHWs B SKCMIyaTaLmto HOBbIX M OTPEMOHTUPOBaHHbLIX NpU6opoB;

- nocne 3aMeHbl XxpoMaTorpaduyeckoi KoNoHKu;

- NPU CMeHe NapTuii peakTUBOB;

- NOCNe OYUCTKN CUCTEM pasfeneHns N feTeKTMPoBaHus,

- ecnu nony4yeHHble Npu BBELEHUU OBYX rpajyupoBOYHbLIX PacTBOPOB OTKIOHEHUSA MPEBLICUIIA HOPMATUB KOH-
Tpons Krp, HO HE pexe ofHOro pasa B MecsL.

Bubnuorpadus
[1] PMI 76-2004 locypapcTBeHHas cucTema obecriedeHuss efuHCTBa WU3MEpeHWN. BHYTpeHHUMiA KOHTponb
KavecTBa pe3ynsTaToB KONMUYeCTBEHHOro XMMUYEeCKoro aHanuaa
[2] PMI60-2003 locyfapcTBeHHas cucTeMa obecneyeHuss efuHcTBa U3MepeHuin. CMecu aTTecToBaHHbIe.
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