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MpeaucnoBue

Llenn, ocHoBHbIE NPUHLMMBI U OCHOBHOM NOPSA0K NpoBeAeHNs paboT No MeXrocyaapcTBEHHON cTaHAap-
Tmsauum yctanosneHsl B FOCT 1.0—2015 «MexrocyaapcTBeHHaa cuctema ctaHgapTusaumn. OCHOBHble
nonoxeHusi» nTOCT 1.2—2015 «MexrocyfapcTeeHHas cuctema ctargapTusaummn. CtaHgapTsl Mexrocyaap-
CTBeHHbIe, MpaBuia 1 pekoMeH4aLMm No MeXrocyaapcTBeHHol cTaHaapTusaumu. Mpasuna paspaboTku, npu-
HATUSA, OOHOBMNEHUSA N OTMEHbI»

CBefeHuA o cTaHpapTe

1 PASPABOTAH ®egepanbHbiM rocyaapcTBeHHbIM B1oMKe THIM Hay4YHbIM yupexaeHuem «Bcepoccuin-
CKUA Hay4YHO-UCCNeAoBaTeNbCKUN MHCTUTYT MSCHOW MPOMBILWNEHHOCTN nMeHn B.M. MNop6atosay (PIrEHY
«BHUWMI um. B.M. l'opbatosanr)

2 BHECEH ®egeparnbHbiM areHTCTBOM MO TEXHUYECKOMY PerysimpoBaHuio 1 MeTPOorum

3 MNMPUHAT MexrocyaapCTBEHHBIM COBETOM MO CTaHAapTU3aLUA, METPONOrMU 1 cepTudukauum (npo-
Tokon oT 25 okTsi6ps 2016 r. Ne 92-11)

3a npuHATUE Nporonocosanu:

KpaTKoe HanmMeHOoBaHuUe CTpaHbl KOﬂ CTpaHbI Mo CoxpameHHoe HauMeHOoBaHUe HAaUWOHANbLHOIO opraHa
no MK (MCO 3166) 004—97 MK (UCO 3166) 004—97 no ctaHpapTUlauuu

Benapycb BY lNoccranpapt Pecnybnukm Benapyck

Ipyauns GE [pyacTaHpapt

Kupruaus KG KeiprolacraHpapT

Poceus RU Poccrangapr

TagXUKNCTaH TJ TapxukcTaHgapT

Ya6ekncraH uz YactaHgapt

YkpaunHa UA MWHOKOHOMPa3BUTUA YKpanHbl

4 MMpukasom PegepanbHOro areHTCTBa Mo TEXHUYECKOMY PErynMpoBaHmnio u MeTponori ot 14 chespans
2017 r. N2 49-cT mexrocygapcTBeHHbli cTanaapT FOCT 33934—2016 BBeAeH B AeiCTBME B KaUecTBe HaLo-
HanbHoro ctaHgapta Poccuitickon ®egepaumm ¢ 1 aHsaps 2018 r.

5 BBE[EH BINMEPBbIE

UHbopmayus 06 usmMeHeHUsIX K HacmosiuemMy cmaHdapmy rybruKyemcs 8 exxe200HOM UHOpMaLUOH-
HOM yKkasamerne « HayuoHanbeHbie crmaHd0apmel», @ MeKCm U3MeHeHUU U rTonpasoK — & eXeMeCsIYHOM UHOop-
MalUUOHHOM yKa3zamere «HauuoHanbHbie cmaHOapmely. B cnydae nepecmompa (3ameHsbi) unu OmmeHs!
Hacmosiwezao cmaHOapma coomeemcmsyroujee ysedoMreHue 6ydem orybrUKOBaHO 8 eXeMeCsYHOM
UHhopMayuoHHoM ykalamerne «HayuoHanbHbie cmaHOapmel». Coomeememsyrowas uHghopmMmauyus, yse-
OoMrieHue U meKkcmbi pasMeu,aromes makke 8 UHGhopMayUoHHoU cucmeme obuje20o nonb3oeaHust — Ha oghu-
yuansHoM calime ®edepanbHO20 azeHMCMea o MEexXHUYECKOMY pesynuposaHUro U Memposioeuu 8 cemu
umepHem (www.gost.ru)

© CraHgapTuHcpopm, 2017

B Poccuiickoin ®enepaLumm HacToAWMA CTaHAaPT He MOXKeT 6blTb MOMHOCTBH UM YaCTUYHO BOCMPOUS-
Be[leH, TUpaXMpOoBaH v pacnpocTpaHeH B kavecTBe oduLmansHoro nsgaHna 6es paspelueHns PegepansHoro
areHTcTea no TeXHI/NeCKOMy perynmpoBaHuic 1 MeTponormm
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M E XTTOGCVYOAPGC CTHBEHHUDbB H C TAHIOIAPT

MACO U MACHDIE NMPOAYKTbI

OnpepgeneHne UMHKGaLUTpaLMHa METOAOM BbicokoadyheKTUBHOM KUAKOCTHOM Xpomartorpadcdum
C Macc-CNeKTPoOMeTPpU4ECKUM AEeTEKTOPOM

Meat and meat products. Determination of Zn-bacitracin using high performance liquid chromatography with mass
spectrometry detector

Dara BBegeHna — 2018—01—01

1 O6nacTb NpUMeHeHus

HacTodAwuin cTaHaapT pacnpocTpaHAeTCs Ha MSCO, BKIoYast MSICO MTULLLI, cybnpoayKTbl, MsICHbBIE U
mscocofepxKalle NpoaykThl, U ycTaHaBNMBaeT MeTo4 onpeaefieHUs MaccoBoi Aonu unHkbauutpaumHa ¢
NMOMOLLbIO BbICOKOS(EKTUBHOM XKMUAKOCTHOW XpomaTorpadnn ¢ Macc-crnekrpoMeTpuyecknm AeTEeKTopoM
(BOXKX-MC/MC).

OnanasoH nsmepeHuin unHkGauuTpaumHa coctaenseT ot 0,02 ao 100 mr/kr.

2 HopmaTtuBHbIe CCbISKK

B HacTosiLiem cTaHgapTe UCMoNb3oBaHbl HOPMAaTUBHLIE CCLINKM Ha criedylolme MexXrocyaapcTBeHHbIe
cTaHaapThl:

FOCT 12.1.004—91 Cuctema ctaHgapToB GesonacHocTu Tpyaa. MoxapHaa 6esonacHocTb. O6wme
TpeboBaHus

FOCT12.1.007—76 CuctemacTaHgapToBbe3sonacHocTU Tpyaa. BpeaHsle BewecTtsa. Knaccudumkauua
1 o6Lne TpeboBaHUA Ge3onacHOCTH

FOCT 12.1.019—79 CucTteMa cTangapToB 6esonacHocTy Tpyaa. dnektpobesonacHocTe. O6wme Tpe-
6oBaHWA 1 HOMeHKNaTypa BUAOB 3aLuThl®

FOCT 12.4.009—83 Cuctema ctaHgapToB 6e3onacHocTy Tpyaa. MNoxapHasi TeXHUKa Ans 3awmTbl 06b-
ekToB. OCHOBHbIE BUABI. PasmelleHne 1 obcnyxnsaHve

FOCT OIML R 76-1—2011 TocygapcTtBeHHas cuctema obecneveHus eauHCTBa nsmepeHuin. Becobl
HeaBTOMaTM4ecKkoro gectens. Yacts 1. MeTponorndeckne n TexHudeckue TpebosaHusi. cnbiTaHus

FOCT 245—76 PeaktuBbl. Hatpuii choccopHOKMCNBIA OQHO3aMELLeHHBIA 2-BOAHbIA. TexHudeckue
ycroBus

FOCT1770—74 (MCO 1042—83,NCO 4788—80) Mocyna mepHas nabopaTtopHasi cTeknsHHas. LiunuH-
Opbl, MEH3YPKK, KONGbI, Npobupku. OBLLME TEXHUYECKUE YCIOBUS

FOCT 3652—69 PeakTtuBbl. Kucnota numoHHas MoHormgpar 1 6e3sogHas. TexHuyeckme ycnosums

FOCTISO 3696—2013 Bopga ans nabopaTtopHoro aHanusa. TexHudeckne TpeboBaHnst U MeToabl KOH-
Tpona™*

FOCT 4025—95 Msicopy6ku GbiToBBIE. TexHU4eckue ycnosus

FOCT 5848—73 PeakTtusbl. Kucnota mypaebuHas. TexHudeckue ycrnosus

* B Poccuiickort ®egepaumm geicteyeT FOCT P 12.1.019—2009 «Cwucrtema craHgapToB 6e3onacHocTu Tpyaa.
3AnektpobesonacHocTb., ObLWmMe TpeboBaHUA U HOMEHKaTypa BUAOB 3alUTbI».

** B Poccuiickon ®egepaumm gercteyet FTOCT P 52501—2005 «Boaa ans naboparopHoro aHanuaa. TexHuyeckve
YCroBuUSA».

U3paHue odmumnansHoe
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FOCT NCO 5725-2—2003 To4HOCTb (NPaBUMBbHOCTL U NPELU3MOHHOCTL) METOAOB M pesynbTatoB
naMepeHuin. Hactb 2. OcHOBHOW MeToA onpeaeneHns NOBTOPSAEMOCTA U BOCNPOU3BOANUMOCTU CTaHAAPTHOro
meToaa uamepeHuin®

FOCTUNCO5725-6—2003 ToYHOCTL (NPaBUMLHOCTL U NPELN3UOHHOCTL) METOAOB N Pe3yribTaToB N3Me-
peHuid. YacTb 6. Mcnonb3oBaHue 3Ha4eHUin TOYHOCTU Ha NpakTuke™*

FOCT 6709—72 Bopa guctunnupoBaHHasa. TexHudeckune ycnosus

FOCT 6995—77 PeakTuBbl. MeTaHon-aa. TexHu4deckue ycnosus

FOCT 7269—2015 Msaco. MeToabl oT60pa 06pasuoB U opraHonenTu4deckne MetToael onpeaeneHus cee-
XecTu

FOCT 7702.2.0—95 Msaco ntuubl, cybnpoaykTel U nonycdabpukaTel NTU4bK. MeTogbl oT6opa npob u
noaroToBKa K MUKPOBUONOrMyecknm nccriefoBaHusaM

FOCT 9792—73 KonbacHble n3genusa u NpoayKTbl U3 CBUHWHLI, 6apaHuHbI, FOBAAVHBI U MACa ApYruX
BMOOB YGOMHBIX XXMBOTHBIX U NTUL,. MpaBuna npuemkn n Mmetogel ot6opa Npob

FOCT 10652—73 PeakTtuBbl. Conb auHaTpuesasa atuneHavamuH-N,N,N',N'-TeTpaykCyCHON KMUCMOTHI
2-sogHas (TpunoH B). TexHudeckne ycrnosusa

FOCT 20469—95 3nekTpomsicopybku ObIToBble. TeXHUYECKUE YCNOBUA

FOCT 26272—98 Yackl 3n1eKTPOHHO-MEXaHUYeck1e KBapLEeBble Hapy4Hble U kapMaHHble. Obwue Tex-
HUYecKkne ycrioBus

FOCT 26678—85 XonoaumnbHUKA 1 MOPO3UIIbHUKN BbITOBLIE 31IEKTPUYECKUE KOMMNPECCUOHHBbIE Nnapa-
meTpuyeckoro psga. Obme TexHUYeckme ycrnosusl

FOCT 29227—91 (MCO 835-1—81) lNocyaa nabopatopHas cTteknsHHasa. MuneTkn rpagyvpoBaHHbIe.
YacTtb 1. O6wune TpeboBaHns

MpunMmeyaHune—pu NONL30BAHUM HACTOSILLMM CTAHAAPTOM LENecoobpasHo NPOBepUTL AENCTBUE CCbINOY-
HbIX CTaHAAPTOB B UHAOPMALMOHHON CUCTEME OBLLEro MONb30BaHNsi — Ha oMuManbHOM cainTe deaepanbHOro areHT-
CTBa NO TEXHUYECKOMY PEryrnmupoBaHmnio U METPOIIONKU B CETU MIHTEPHET UIN Mo eXerogHoMy MHGOPMaUMOHHOMY yKasaTe-
Mo «HauMoHanbHble CTaHAapTLI», KOTOPLIA ONYGNMKOBaH MO COCTOSIHMIO Ha 1 SIHBaps TEKyLWero roaa, v no BbiNycKam
EKEMECAYHOTO MHEOPMAaLIMOHHOTO yKasaTtensi «HaumoHarnbHble CTaHgapTbi» 3a TeKywWwii rog, ECcnu cebinovuHbI cTangapt
3ameHeH (U3MEeHEeH), TO MNPV NONb30BaHNMN HACTOSALLMM CTAaHAAPTOM CreayeT PyKOBOACTBOBATLCH 3aMEHSIIOLLUM (M3MEHEH-
HbiM) cTaHaapToM. ECnm cebinoyHbIN cTaHaapT oTMeHeH 6e3 3aMeHbl, TO NOMOXeHNe, B KOTOPOM [1aHa CCbINKa Ha Hero,
NPUMEHSAETCA B YACTU, HE 3aTParvBaiowen 3Ty CCbinky.

3 TepMuHbI M onpegeneHus

B HacToseM cTaHAapTe NpUMEHeHbI cneayowme TepMUHbLI C COOTBETCTBYIOLLIMMU OnpeAeneHnsMn:

3.1 cynepHaTaHT: XKugkocTtb, pacnonararowascs Hag TeepabimM cnoem (0cagkoM, ceanMeHToM) nocrne
ueHTpudyruposaHusi npoodbl.

3.2 amoeHT: MogswxHasna casa (pacTeopuTENb UM CMEChb pacTBopUTenen).

3.3 ananuT: BellecTBo, onpeaensiemoe B Npobe ob6bekTa aHanUTUYIECKOro KOHTPONS.

4 CywHoOCTbL MeTOAa

MeToa ocHOBaH Ha 3KCTpaKUMK UMHKBaumMTpaumMHa cMecbio aueToHUTpua, MetaHona, 6ydgepHoro pac-
TBOpa gurnapodocdarta HaTpMsa U MIMMOHHOW KUCNOThI, ¢ Ao6aBneHnemM AMHaTPUEBOI CONKU 3TUNEHANAMUH-
TeTpayKCyCHOWM KUCIOThI, Nocneayowwem LeHTpudyruposaHun, ounucTke npobel u BOXKX-MC/MC ananuse.

WpenTudmkaumio uuHkbaumuTpaumHa ocyecTenAoT No abcontoTHOMY BpeMeHn yaepXMBaHUa XpoMa-
Torpadu4eckux NUKOB, PErMcTpPUpPyEMBIX B PEXMME MOHUTOPUHIa MHOXECTBEHHBIX peakuuin (MRM), a macco-
BYIO 4ONIO ONpeaensoT no niowaan xpoMartorpacduieckux NMKOB aHann3nupyembix npoo.

* B Poccuiickon ®eanepauumn pencteyetr FTOCT P UCO 5725-2—2002 «To4HOCTE (NpaBubHOCTE U NPELU3UOH-
HOCTb) METOAOB U pe3ynbTaToB namepeHui. Yactb 2. OCHOBHOWM MeTog onpeaeneHnsi NOBTOPAEMOCTU U BOCNPOU3BOAN-
MOCTM CTaHAAPTHOIO MeToAa U3MEPEHUINY.

** B Poccuiickonn degepaumm geincteyet FOCT P UCO 5725-6—2002 « TO4HOCTb (NPaBUNBHOCTL U NPELU3UOH-
HOCTb) METOAOB M pe3yrnbTaToB uamepeHui. Yacrtb 6. Micnonb3oBaHne 3Ha4eHUn TOYHOCTU Ha NPaKTUKe».
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5 Tpe6oBaHus 6e3onacHoOCTH

5.1 MpunoaroToBke U NpoBeAeHNN M3MepeHNin Heobxoaumo cobntoaaTs TpeboBaHUA TexHMKM Besonac-
HOCTW Npu paboTe ¢ xuMmndecknmu peaxktusamm no FOCT 12.1.007.

5.2 TMomelleHue, B KOTOPOM NPOBOASATCH UIMEPEHUS, AOMKHO BbITb 060PYAOBAHO MPUTOUHO-BBITSXKHOM
BeHTUNAUMeH. PaboTy Heobxoaumo nposoanTb, cobniogas npasmna NNMYHON rMMrMeHbl U MPOTUBOMNOXAPHOM
6esonacHocTi B cooTBeTCTBUM C TpebosaHusimMm MTOCT 12.1.004, 1 umeTb cpeacTBa NOXapoTyLEHWs Mo
FOCT 12.4.009.

5.3 Mpu pabote ¢ anekTponpubopammn Heobxoanmo cobnopgatb TpeGoBaHus GesonacHoCTU Mo
rOCT 12.1.019.

6 CpepcTBa M3MepeHUW, BComoraTernbHoe o6opyaoBaHMe, MaTepyanbl
M peaKkTUBbI

XpomaTtorpad XUaKoCTHON BbICOKOIMMEKTUBHBINA, YKOMMNEKTOBaHHbIN:

- TpexKkBaAapynosibHbIM Macc-CrnekTpOMeTPUHECKUM AeTEKTOPOM C UCTOYHUKOM MOHU3aLUN pachbleHK-
em B anekTpudeckom none (ES/) c guanasoHoM namepeHun maccoBbix Yucen go 2000 a. e. M.;

- rpagueHTHbIM HacoCOoM;

- Xpomarorpacduyeckoin konoHkon ans BAOXXX gnuHon 50—150 mm 1 gnametpom 2,1—4,6 mm ¢ obpa-
WweHHon dason C18 pasmepom vacTtuy, 1,8—5,0 MKm;

- BriokoM TepMoCTaTUPOBaHUA KOMIOHOK ¢ nogaepxaHnem TemnepaTypbl 40 °C ¢ TouHocTbio £0,1 °C;

- 3aMnMcbIiBatoLLNM YCTPONCTBOM C KOMMbIOTEPHBIM YIPaBeHNeM 1 aBTOMaTYECKON NporpaMmon obpa-
60TKN XpomaTorpadnieckmx gaHHbIX B COOTBETCTBUN C KOMNNeKTauuen xpomaTorpada.

Becbl HeaBToMaTUYeckoro aencteus no FOCT OIML R 76-1 cneunansHOro U BbICOKOro Knacca TOMHOC-
T C NpeaenoMm gonyckaeMon abcontoTHOM norpelHocTy He 6onee +0,02 mr.

Msicopy6ka 6eiToBasi no FOCT 4025 unu anektpomsicopy6ka 6bitoBas no FTOCT 20469.

XonoannbHuk BbiToBon anekTpuyeckuin no FTOCT 26678.

Yacbl anekTpoHHo-MexaHuyeckue no FOCT 26272.

pH-MeTp co cTekNAHHBLIM 1 XropcepebpaHBIM 3nekTpogamm (M KOMBUHUPOBAHHBIM CTEKISIHHBIM 311eK-
TPoAOM) Cc AnanasoHom nsmepeHuii ot 0 go 14 ea. pH c npegenom gonyckaemoii abComnoTHON NOrpeLHoCTN He
6onee +0,01 eq. pH.

BaHs ynbTpassykoBasi nabopaTtopHas ¢ peryrnsiropom BpeMeHu.

LleHTpudpyra nabopaTopHas, ¢ LeHTpobexHbIM yckopeHnem 4000 g.

BaHKW CTeKNAHHbIE BMECTUMOCTbLI0 250—500 cm3.

MuneTtku rpagynpoBanHble 1-2-1-1, 1-2-1-5, 1-2-1-10 no FOCT 29227 nunn ao3aTopbl aBTOMaTU4eCKNe ¢
nepemeHHbIM 00beMOM O03MPOBaAHUA U OTHOCUTENBHOW NOrPeLIHOCTbLI0 A403npoBaHMs He 6onee =1 %.

MpoBUpPKM LIeHTPUDYKHBIE 13 NOAMMPONMAeHa BMECTUMOCTbio 50 cm3,

dunbTp MembpaHHbI M3 nonuTeTpadTopaTUneHa ¢ guametpom nop 0,45 Mkm.

Kon6bl mepHble 2-50-2, 2-100-2, 2-200-2, 2-500-2 no FOCT 1770.

®nakoHbl — BUanbl XpoMaTorpaduyeckne U3 TEMHOro cTekna BMecTUMOCTbio 2,0 cm3.,

Boaa anctunnuposaHHasa no FTOCT 6709 nnu Boga ans nabopatopHoro aHanuaa no FOCT I1SO 3696.

Kucnota mypasbuHasi no FOCT 5848, u. 4. a.

MeTtaHon no FOCT 6995, x. u.

AueToHUTpMN, OC. 4.

Hatpusa gurngpodocdat no FTOCT 245, 4. a. a.

Kncnota numoHHas no FOCT 3652, x. u.

Conb guHaTpueBas sTuneHgnaMmmHTeTpaykcycHon kncnotel no FOCT 10652, x. u.

LinHkBaunTpaLumMH ¢ cogepxaHMem oCHOBHOro selwecTsa He MeHee 50,0 %.

JonyckaeTcs nprMeHeH e Apyrux cpeacTB U3MepeHuin c MeTpoornieckuMm xapakrepucTukamm v BCno-
moraTenbHoro 06opyaoBaHNA € TEXHUYECKUMI XapaKTepncTukaMun He Xyxe, a Takke MaTepunanos 1 peakTu-
BOB, MO KAa4YeCTBY He HMXe yKa3aHHbIX B HAacTosILLeM cTaHgapTe.

7 O160p M noaroToBKa Npo6

7.1 OT160op npob npoBoasT no MOCT 7269, FOCT 7702.2.0, TOCT 9792.
7.2 Mpoby uamenbyatoT, ABaXAbl Mponyckas yepe3 MAcCopybKy ¢ AMamMeTpOM OTBEPCTUA peLueTku
2—4 MM, 1 TWaTeNbHO NepeMeLIMBaltoT.
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7.3 YacTb noarotosneHHoi Npobkl NOMeLLaloT B CTEKAAHHY0 6aHKy BMeCTUMOCTbIo 250—500 cm3,
3aKpbIBaOT KPLILLKOM 1 XpaHAT npu TemnepaType (4 + 2) °C 40 OKOHYaHWUA U3MepeHUi.

[onyckaeTca XxpaHWUTb NoAroToBNEHHY0 NPo6y B 3aMOPOXXEHHOM COCTOSHUW NPU TemnepaType He Bhilue
MuHyc 18 °C He Gonee 7 cyT.

8 MoparoTtoBKa K U3MepeHuo

8.1 MNpurotoBneHne pacTBOpoOB

8.1.1 MNpuroToBneHue rpagyupoBOYHbIX PACTBOPOB

Ons onpepeneHus uMHkGauMTpaLuHa roToBAT rPagyMpOBOYHbIE PacTBOPbI MacCOBOM KOHLEHTpauuu:
1000 mkr/em® (pacTeop 1), 500 mxr/cm3 (pacTop 2), 100 mkr/cm (pacTeop 3), 50 Mkr/cm3 (pacTeop 4), 5 Mkr/cm3
(pacTBop 5).

Onsa npurotoBneHus pacteopa 1 s3sewmsatoT 100,0 Mr umHKGauUTpaLMHa, NepeHOCAT B MepPHYHo Konby
BMecTUMocTbio 100 cm3 1 goBoasT 06bEeM A0 METKU METaHOMOM.

M p v meyaHun e— lNpu pacyere KOHLEHTPALMN PaSYNPOBOYHbBIX PAaCTBOPOB YHUTHIBAIOT COAEPXKaHUE OCHOBHO-
ro BELECTBaA B peaKkTuBe.

[1ns npurotoBneHus pacteopa 2 B xpomaTorpadmyeckyio Buany nepeHocat 0,5 cm3 pacteopa 11 0,5 cm3
mMeTaHona.

[ns npurotosreHus pacTeopa 3 B XxpomaTorpaduyeckyto suany nepeHocsT 0,1 cm3pacreopa110,9 cm3
mMeTaHona.

[lna npurotoBneHua pacTeopa 4 B xpomatorpadudeckyto Buany nepeHocat 0,5 cm3 pactsopa 31 0,5 cm3
MeTaHona.

[ins npuroToBneHusa pacTeopa 5 B xpomaTtorpadudeckyto Buany nepeHocat 0,1 cm3 pacteopa 4 10,9 cm3
MeTaHona.

PacTBopbl XpaHAT B xonoaunsHuke npu Temnepartype muHyc (18 + 2) °C He bonee 1 mec.

8.1.2 NpurotoBneHue pacTBopa paurngpodocdara HaTpUsa MONSAPHOW KOHUEHTpauuu
c(NaH,PO,4) = 0,2 monb/am3

BasewwwusatoT 2,40 r auruapodocdaTta HaTpKs, NEPEHOCAT B MEepHYI0 konby BMecTuMocTkio 100 cm3, pac-
TBOPSIIOT B ANCTUNNNPOBAHHOA BoAe, AOBOAAT 06 beM A0 MeTKM AUCTUNNIMPOBAHHOW BOAOW U NepeMeLLInBaloT.

PacTtBop xpaHsaT B konbe ¢ nputepToit NpobKol Npu KOMHaTHON TemnepaType He bonee 1 mec.

8.1.3 MNpurotoBneHue pacTBOpa  NUMOHHOM KUCTOTbI MONSIPHOM KOHLeHTpaLuum
c(CgHgO7) = 0,1 monb/am3

BaseLwuBatoT 1,92 r IMMOHHOM KUCMOTbI, NEPEHOCAT B MepHYIo konby BMecTUMocTbio 100 cm3, pacTeops-
0T B ANCTUNNNPOBaAHHOM Bode, A0BOAAT 0O6beM 40 METKU ANCTUNIMPOBaHHOW BOAOW U NepeMeLunBalioT.

PactBop xpaHsT B konGe ¢ npuTepToi Npobkoi NpyM KOMHATHOW TeMnepaTtype He 6onee 1 mec.

8.1.4 MpurotoBneHue pacTBOopa AUHATPUEBOW CONU ITUNEHAUAMUHTETPAYKCYCHOM KUCNOTbI
(TpunoHa B) MonspHoi koHUeHTpauum 0,5 monb/am3

BasewwunsatoT 1,68 r AnHaTPUEBOW COMU STUNEHANAMUHTETPAYKCYCHOWN KUCTIOThI, NEPEHOCAT B MEPHYIO
kon6y BMecTUMOCTbI0 100 cM3, pacTBOPSAIIOT B ANCTUNIMPOBAHHOW BOAE, A0OBOAAT 06bEeM 40 METKU AMCTUIINU-
poBaHHOW BOAOH N NepemMeLlnBatoT.

PacTtBop xpaHsaT B konbe ¢ npuTepTon NpobKoi Npy KOMHaTHOW TemnepaType He 6onee 1 mec.

8.1.5 MNpurotoBneHue 6ycepHoro pacteopa pH = 4,6 ea. pH

B mepHyto konby smectumocTbio 200 cm3 npunueatot 93,5 cm® pacteopa aurnapodocdarta HaTpus
MOSIpHOI KOHLeHTpaLmm 0,2 Monb/am3 un 106,5 cm3 pacTeopa NTMMOHHOI KUCTIOTEI MOTSIPHONM KOHLLEHTPaLMN
0,1 monb/am3. MposepsioT pH (pH = 4,6 eg. pH), ao6aensaoT 0,6 cM3 AMHATPUEBON CONM BTUNEHANAMUHTETPA-
YKCYCHOI KACTOTbI MOMSIPHON KOHLIeHTPaLMm 0,5 Monb/AM3 1 TwaTensHo nepeMeLBaloT.

PacTBop XpaHaT B Konbe ¢ npUTepToin NpobKoi NpM kKoMHaTHON TeMnepaType He 6onee 1 mec.

8.1.6 MpuroTtoBneHue pacTBOpa ON1A IKCTPaKLUU LUHKOauMTpauuHa

B kon6y BMecTumocTbio 100 cm3 npunusatot 37,5 cm3 meTaHona, 37,5 cm3 aueTonutpuna u 25,0 cm3
6ydepHoro pacTeopa. PacTsop TwaTenbHO NepemMeLLnBaroT.

PacTBop xpaHsAT B Konbe ¢ npuTepToi Npobkoi npu Temnepatype (4 + 2) °C He 6onee 1 mec.

8.1.7 MpurotoBneHue nogBUXHOM hasbl XpomaTorpaduyeckon cucTembl

[nanpoeeaeHna xpomaTorpaduyeckmx usmMmepeHin UCNonb3yroT ABYXKOMMNOHEHTHYO MOABWKHYO dasy:

- antoeHT A: 0,1 %-Hblin pacTBOp MypaBbUHON KUCTOTHI.

B MepHyto konby BMecTMocTbio 500 cm3 npunusaioT 450 cm3 aMCTMRNMPOBaHHON BOAE!, 406aBNSIOT
0,5 cM3 MypaBbUHOII KUCMOTEI, 40BOAAT 06BHEM 40 METKW AUCTUNIMPOBAHHOW BOAOW 1 NepemeLLsaroT.

4
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- 3noeHT B: cmeck aueToHUTpuna c metaHonom (7:3) c gobasneHunem 0,1 %-Horo pactsopa MypasbUHON
KUCMOTHI.

B MepHyto konby BMecTUMOCTbio 500 cm3 npunusatoT 350 cm3 aueToHUTpuna v 150 cm3 meTtarona, a
saTem go6asnsioT 0,5 cm3 0,1 %-HOro pacTBopa MypaBbUHON KUCMOTEl U NEepeMeLLBaloT.

Mepea NnpoBeAeHWEM U3MEPEHWA SMTI0EHTLI AerasnupyroT Ha ybTpasByKoBoi 6aHe.

PacTtBopbl XpaHsT B konbax ¢ nputepTeiMu NpobKkamum B XxonogunsHuke npu temnepatype (4 + 2) °C He
6onee 1 mec.

8.2 MpurotoBneHue akcTpakTa Nposbl

Mpo6y Maccoli 51 B3BELLMBAIOT C 3aMUChIo pe3ynbTaTa 4o BTOPOro AeCATUYHOMO 3HaKa, MoMeLaoT B LieH-
TpUdbyKHYI0 NPoBUPKY BMecTUMOCTbIo 50 cm3, no6asnsioT 20 cm3 pacTeopa ANA 9KCTPaKLMM LMHKBaUMTpaLn-
Ha 1 TWaTenbHOo NepemMeLUnBatoT. JKCTPaKLMIO MPOBOAST Ha YrbTpa3BykoBoi 6aHe npun Temnepatype 20 °C B
TeyeHue 15 muH. Mocne aToro npoby LeHTpudyrpytoT 5 MUH ¢ LeHTpobexHbIM yckopeHem 4000 g. MonyyeH-
HbIA cynepHaTaHT NponyckatoT Yepes MeMbpaHHbIi hunibTp ¢ agnameTpom nop 0,45 MkM B xpoMaTtorpadguyec-
KYlo B1any BMECTUMOCTbHO 2 cM3 ana nposeAeHVst uamepeHuii MeTogom BOXKX-MC/MC.

9 lMpoBeaeHne namepeHn

9.1 YcnoBusa xpomarorpaduyeckux uUsmepeHun

Ycnosusa npoeaeHnst uamepeHuin metogom BOXKX-MC/MC nogbupatotcst B 3aBUCMMOCTA OT BUAA Npu-
MEHSIEMOTO KNAKOCTHOrO XpomaTtorpada, Macc-CnekTpoMeTpU4eckoro AeTekropa U xpomaTorpaduyeckon
KOTOHKN.

Hanpumep, ans cuctemsl BOXX-MC/MC c xpomatorpaduieckori konoHkoin C18 XDB plus, 2,1 x 150 MM,
3,5 MKM NpuMeHsIoT criedytoLine xpoMmaTorpaduyeckne yCrnoBus:

- pasgeneHne NPOBOASAT B PEeXWME TPafUEHTHOro 3MoUMpoBaHUs (OBYXKOMMOHEHTHasi NoABWKHas
tasa);

- o6beM BBOANMON NMPoBbl — 0,02 cm3;

- napameTpbl 1 ycnosusa BOXXX npeacraeneHel B Tabnuue 1.

Tab6nwuya 1—Tapamerpbl u ycnosus BOXX

COOTHOLLIEHUE KOMMOHEHTOB NOABWXHOW a3kl
CkopocTb NoToKa, Temneparypa KONOHKM,
Bpems, MuH cM3/MuH °C
A % B, %

0 85 15 0,25 40

3,0 85 15 0,25 40

14 50 50 0,25 40

18 0 100 0,25 40

25 0 100 0,25 40

28 85 15 0,25 40

9.2 HacTpoiika Mmacc-cneKTpoMeTpUYecKoro geTekropa

HacTpoliky Macc-crnekTpoMeTpu4ecKoro AeTektopa NpoBOAAT B COOTBETCTBUU C UHCTPYKLMEN NO 3KCMy-
aTaumu npubopa.

[na HacTpoiiKM Macc-CnekTPoOMEeTPUYEeCKOro AeTeKTopa ycTaHaBNnBaloT cneayoLme napameTpbi:

- Temnepartypa uctoyHuka — 100 °C;

- Temnepartypa rasa geconbsauum — 320 °C;

- CKOpOCTBL NOTOKA rasa AeconbBaunn — 8 AM3/MUH;

- pasneHue urmbl pacnbinutena — 30 psi (2,07 Bap).

Ycnosus peructpalum aHanuTUYeckKUxX CUrHanoB B peXuMe MOHUTOPUHIa MHOXECTBEHHBIX peaKkLUii
(MRM) npeactaBneHbl B Tabnuue 2.
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Tab6nwuya 2— lNapameTpbl BO3QeNCTBUSA Ha MOHLI B pexxume MRM 1 ycnoems noHnsaumm pacnsineHnem B SNeKTpu-
yeckom none (ES/) c pernctpaumen NONoOXuTENbHbIX MOHOB

MonekynapHbIW UOH,

Hanps»xeHune Ha

SHeprus gnccoumnaumm

AHanut iz HouepHue uoHbl, m/z cparmenTope (Frag), B (CE) B
LnHk6aumtpaumH 199,3 30
475,2 86,1 70 40

YCcrnoBMsa OeTEKTUPOBaHNS ONTUMU3MPYIOT B PYYHOM pexnume. [N 3Toro MCnonb3yoT rpagyMpoBOYHbIe
pacTBOpPbI LMHKGaLMTPaLMHa MaccoBoi koHLeHTpaLmu 1000, 500, 100 1 50 mkr/cm3. Mpu 3ToM COOTHOLLEHWE
curHan/wym (S/N) MonekynsapHoro noHa AomkHo 6biTb He MeHee 1:10. HanpspkeHue Ha dparmeHTope onTumu-
3upytoT ¢ warom 10 V no MakcMMansHOMY OTKIUKY MPOTOHUPOBAHHOMO MOMNEKYNSPHOro MoHa.

OHepruto gnccounaumm (CE) onTumnsmpytoT ¢ warom 5 V no MakcumanbHoMy OTKIIUKY XapaKTepHoro
[O4YepHero uoHa.

9.3 NpapgyunpoBka B3XXX-MC/MC cuctemsl

9.3.1 Mpaagymposky BOXX-MC/MC cuctembl NpoBOAAT B COOTBETCTBUM C MHCTPYKLMEN MO 3KcnnyaTta-
unn npubopa.

9.3.2 Ons rpagynpoBkM BOXKX-MC/MC cuctembl UCNONb3yOT rpagyMpoBOYHbIE PacTBOPbLI, NPUrOTOB-
neHHble No 8.1.1, U3MepeHus rpagynpoBOYHbBIX PACTBOPOB NPOBOAST B YCNOBUSAX, BbIBpaHHBIX B COOTBETCTBUN
¢ 9.1—9.2. [ina kaxaoW KOHLUEHTpauun rpafyupoBOYHbLIX PacTBOPOB MPOBOAAT MO TpU napannenbHbIX
n3MepeHns.

Mony4eHHble XxpoMaTorpaMMbl 06pabaThiBalOT ¢ UCMONbL30BaHUEM KOMMLIOTEPHOI cUcTeMbl 06paboTkn
AaHHbIX XpomaTorpadpa. OnpegensioT abconoTHOe BpeMsl yaepxxuBaHus UuHkbauutpaumHa. C ucnonbsosa-
HWEeM cpedcTB NporpaMMHoro obecneyeHuss CTPOAT rpagyUpPOBOYHYIO 3aBUCUMOCTb Milowagn nuka uuHkba-
LUMTpaLmMHa oT KOHLeHTpauun aHanuta B npobe.

KoadbpurumeHT nuHenHon koppensiuumn nonyyYyeHHoN rpagyMpoBOYHON 3aBUCUMOCTU AOKEH OblTb He
meHee 0,99. MNpn HEBLINOMHEHUA 3TOTO YCINOBUSA BbISICHAIOT MPUYUHBI, TPUBOASILLME K HEYI0BIIETBOPUTESTbHBLIM
pesynbTatam, U YCTPAHSIIOT UX.

MpoBeaeHune rpagynpoBkK 06a3aTenbHO NPU 3ameHe XxpomaTorpaduieckoi KONoHKM, a Takke Npu cUc-
TeMaTU4eCKOM NoNy4YeHUU HeYAOBNETBOPUTENBHLIX PEe3YNbTaTOB KOHTPONS, BLIMOMHSEMOro No pasaeny 12.

9.4 KoHTponb aHanuMTu4eckon cUCTEMbI

KOHTPOMb BLIMOMHAT C UCMONb30BaHUEM NPUrOTOBMEHHbLIX NO 8.1.1 rpagyMpoBOYHBLIX PacTBOPOB.
Mony4yeHHbIA pesynbTaT U3MepeHUin He AOSMKEH OTNNYaTLCA OT AeNCTBUTENbHOIO 3HaYeHUs1 KOHLeHTpauumn
onpegensemMelX BellecTs B rpagynpoBOYHOM pacTBope Gonee 4yeM Ha 3 %, OTHOCUTENbHOE CTaHAapTHoe
OTKIOHEHWEe BPeMEHN yaepK1BaHUA aHannToB — He 6onee Yem Ha 5 %. B cnyyae HeBbINONHeHUS yKasaHHOro
KpuTepns cTabUnbHOCTU rpagyupoBOYHON XapaKTepUCTUKN NPOBOAAT HOBYIO IPaayUpoOBKY.

KoHTporb aHanMTu4eckon CUCTEMBI OCYLLECTBIAETCA NPU YCNOBUSX, ykasaHHbIX B 9.1—9.2, nepeg Hava-
NIOM NpOBeAeHUS U3MEPEHUNA, a TakKe NpU CMeHe XpomaTorpadnieckon KONOHKM, YNCTKe BNoKoB aHanuMTu4ec-
koro npubopa n T. 4.

9.5 BbINnonHeHUe U3MepeHUn

[nsa koHTpons doHa npubopa nepes Ha4anoM cepun M3smepeHuin B xpomarorpad BBoAAT 2 MM3 NoaBuX-
Hol chasbl (A — 85 %, B — 15 %).

B BMabl BMECTUMOCTLIO 2 CM3 BHOCST MPUrOTOBEHHbIN 3KCTPaKT MPOGbI U MPOBOAAT M3MEPEHMS Ha CUC-
Teme BOXX-MC/MC npu ycnosusix, ykasaHHelX B 9.1—9.2.

Mo nnowaan xpomaTtorpadnU4eckux NMKOB ABYX AOYEPHUX UOHOB C UCMOMb3OBAHUEM YCTAHOBNEHHON
rpaaynpoBOYHOI XapaKTepPUCTUKNA U NporpamMmmMbl 06paboTkU aHHbIX HAXOAAT MacCoBYH KOHLEHTPAaLMIo LMHK-
G6auuTpaumnHa B aHannavpyemon npobe.

MpoBoasaT ABa napannenbHbIX MU3MepeHUs aHanuanpyemMon Npobbl 3KCTpaKTa U AN KaX40ro NpoBoasaT
BblUMCIIEHNE MACCOBOWM AONN LMHKOauMTpaLuuHa no dopmyne (1).

10 O6paboTka pe3ynbTaToB

10.1 BcooTBeTCTBME CAaHHBIMU, NOSYYEHHBIMMW MPW U3MePEHUN rpadyMpOBOYHEIX PACTBOPOB, CO3Aat0T
TabnuLy NUKOB C MCMonb30BaHeM NporpaMmmHoro obecnedveHus xpomaTorpada. PacueTsl cofepaHns LHK-
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BauuTpaLMHa, a Takke NIoLWaau NUKOB BLIMOMHATCS CUCTEMOR 06paboTKM AaHHBIX B aBTOMATUYECKOM PeXu-
Me. BbluMcneHne nnowaan nuka nposoaaT AMS OBYX AOYEPHUX WOHOB ANA KaKOooro coeauHeHus (Cm.

Tabnuuy 2).
10.2 MaccoByto gonto LuuHkGaumTpauHa X, Mr/kr, Bbl4MCAoT no dopmMyne
X = Cc-r'zsx'\/p (1)
Zscr ‘Vm ’

roe C,, — mMaccoBas KOHLeHTpaLmus uMHkbaumMTpaumuHa B rpagyvpoBoYHOM pacTeope, MKr/cm3;
XS, — Cymma nrotiazei nukos BYX A0HEPHNX NOHOB LIH kGauuTpaLuuHa B aHannsnpyemol npobe, ycn.
eq.;
V, — o6bem pactsopa Ans kCTpakuum (cm. 8.2), cm3;
TS, — CymMMa nrotiazgen n1kos ABYX OHEPHINX NOHOB LUMHKGauuTpaLmHa B rpagdyMpoBOYHOM pacTBope,
ycn. eq.;
m — Macca aHanmampyemon npooel, r.
10.3 3a okoHYaTesnbHbIN pe3ynbTaT NpUHUMaloT cpeaHeapudMeTnyeckoe 3Ha4yeHue pesynobTaTos ABYX
napannensHbIX U3MepeHUin, ecnv yaoBNeTBOPSILOTCS YCNOBUA NOBTOPSEMOCTU (CXOAUMOCTH).

11 MeTponormyeckue xapakrepucTuku

11.1 MeTponorm4eckune xapakrepucTuki Metoaa npu goseputensHon sepoatHoctn P = 0,95 npuseae-
Hbl B Tabnuue 3.

Tabnuuya 3
HunanasoH u3mepeHmii Mpammub MNpenen Mpenen
HaumeHoBaHWe onpeaensieMoro MacCcoBOW 0N . NOBTOPSIEMOCTU
OTHOCUTENLHOM BOCNPOM3BOAUMOCTH
nokasarens unHkbaumuTpauvHa, o (cxogumocTu) o
norpetuHocTu +3, % o R, %
Mr/kr r,%
MaccoBasi gonsi umHkGauuTpa- 070,02
umMHa, mr/kr no 100,00 ekniou. 25 20 30

11.2 PacxoxgeHue mexay pesynbTaTaMmu AByx napannenbHbiX U3MepeHUit, BbIMOMHEHHBLIX OAHUM orne-
paTopoM Mpu N3MepeHNU OAHOW 1 TOM Xe Npobbl C NCNONBb3OBAHUEM OAHUX U TeX Xe CPeCTB U3MEepPeHUi 1
peakTUBOB, He IOIDKHO MpeBbILLaTh Npeaena NoBTOPAEMOCTU (CXOAUMOCTH) r, 3Ha4YeHUA KOTOPOTO NPUBEeAEHbI
B Tabnuue 3.

X1 —Xo| <1, (2)

rae Xq U X, — pesynbTaTbl ABYX NapanmnenbHbIX U3MepeHuit, Mr/Kr;
r — npegen NoBTOPAEMOCTU, MI/KT.
11.3 PacxoxaeHue Mexay pesynbTataMu ABYX U3MepeHUiA, BLINOMHEHHBIX B ABYX pasHbIX nabopaTtopu-
fIX, He I0MMKHO MpeBbIlWAaTh Npeaena BOCMPOUIBOAMMOCTU R, 3HaYeHWs KOTOPOro NpueeaeHsl B Tabnuue 3.

[X; — X5 <R, (3)

rae Xy n X, — pesynbTaThbl ABYX U3MEPEHWiA, BLINONHEHHbIX B pa3HbIX nabopaTtopusx, Mr/kr;
R — npegen BOCNpOU3BOAMMOCTM, MI/KT.
11.4 TpaHuLbl OTHOCUTENLHOM NOrPELUHOCTU pe3ynbTaToB U3MepeHuin (13), Haxoaswmeca ¢ 4oBepu-
TeNbHON BepoATHOCTbI0 P = 0,95, npu cobntoaeHnn yCrnoBuii HacTosILLero ctaHaapTa, He AoSMKHbI NpeBbIWaTh
3Ha4YeHWU, NpnBeaeHHbIX B Tabnuue 3.

12 KoHTponb TOYHOCTU pe3ynbTaToOB U3MEepPeHUN

12.1 KoHTponb cTabunbHOCTU pe3ynbTaToB U3MepeHuii (ToBTOPSAeMOCTH, MPOMEKYTOYHOM NpeL3noH-
HOCTU W MOrPEeLHOCTA) NPOBOASIT B COOTBETCTBUU C MOPSIAKOM, YCTaHOBMeHHbIM B rabopaTtopuu, no
FOCT NUCO 5725-6 (noapaspen 6.2).
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12.2 TpoBepKy NpUeMIemMocT pesynbTaToB U3MEPEHUR, NOSTyYeHHbIX B YCIIOBUAX MOBTOPAEMOCTU
(cxodMmocTw), ocylLecTBAAOT B cooTBeTCTBUM Cc TpeboBaHuamn FOCTUCO 5725-2 (noapasaen 5.2). Pacxox-
AeHne Mexay pesynbTatamn U3MEpeHUn He AOSMKHO NpeBsbiaTh npeaena noBTopsemMocTu (r). 3HaveHus r
npveegeHsl B Tabnuue 3.

12.3 TlMpoBepKy NpremMreMocTu pe3ybTaToB U3MePEHWUI, MONY4EeHHbIX B YCITOBUSIX BOCMPOM3BOAMMOC-
T, NpoBoaAT ¢ yueToM TpebosaHuin FOCT NCO 5725-2 (nogpazaen 5.3). PacxoxaeHne Mmexay pesynstataMmu
N3MepeHuin, NonyYeHHbIMU ABYMS nabopaTtopusiMm, He AOSKHO NpeBbilaTh Npegena Bocrnpou3soanMocTu
(R). 3HaveHusa R npuseaeHsbl B Tabnuue 3.
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