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Ha3nauyeHue u 00J1acTh NIPUMEHEHHS

Hacrosmuii JOKyMEHT yCTaHaBIMBAE€T METOAMKY U3MEPEHUI MaccoBOM 1oiH XjopaMmpeHnukona
METOAOM  BBICOKOI((EKTUBHOW  KMIKOCTHOW  Xpomarorpauu C  Macc-CIEKTPOMETPUUYECKUM
JIETeKTUPOBAaHUEM M TpeIHAa3HA4YeH JUIS OpPTraHM3alUil M YYpeXIEHHH, OCYIIECTBISIONMX KOHTPOJIb
0€30MacHOCTH THIIEBOW MPOAYKIMH. a TaKKe MOHHTOPHHI IPOAYKIHWU IKHUBOTHOBOZCTBA IO

OCTATOYHOMY COACPIKAaHHNIO JICKAPCTBCHHBIX CPCACTB.

Meroauka U3MEPEHU BXOIUT B cOCTaB MeTOANYECKUX YKa3aHUU 110 OIPEIEICHUIO CONEPIKAHUS
XJIOpaM(pEHUKOIa B TNPOAYKIMHU HKUBOTHOBOJACTBA METOJOM BBICOKOAI(P(MEKTUBHON KUAKOCTHOMN

XpOMaTOFpa(l)I/II/I C MacCC-CIICKTPOMETPHUICCKUM ACTCKTUPOBAHHUCM.

JlnanazoH M3MEpPeHHH MacCOBOW JOJHM XJIOpaM(pEeHHKOJa B MsICe W MSCHBIX NPOIYKTaX, Msce
ITHOBLI X MPOAYKTAaX U3 MsACA ITUIBI, MOJIOKEC U MOJIOYHBIX ITPOAYKTAx, ﬂﬁHaX, SIMYHOM MCJIaHXKE, ANYHOM
nopouike, Mézae, cyonpoykrax, peioe, Mmopenpoaykrax cocrasiser ot 0,1 1o 100 MKr/kr, B KMIIKax U

kuieyHoM ceipbe oT 0,15 10 100 MKr/KT.
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2 HopMmaTuBHBIE CCBLIKH

B HaCTOHH_[eﬁ METOJHUKE I/I3MepeHI/Iﬁ HCITIOJIB30BAaHbI CChUIKKU Ha CIICAYIOIINE TOKYMCHTEI B obnactu

CTaHAapTU3alluu:

I'OCT P UCO 5725-6 TouHOCTb (IPaBUIBHOCTb U NPELU3NOHHOCTh) METOJIOB U PE3YJIbTaTOB

n3mepenuil. Yactp 6. Mcnonb30BaHne 3HaYEHUM TOYHOCTH HA IIPAKTHKE.

I'OCT P HUCO 21748 Craructuyeckue MeTojbl. PYKOBOACTBO MO HCMOJb30BAHUIO OIIEHOK

IMOBTOPAEMOCTH, BOCIIPOU3BOAMMOCTHU U IIPAaBUIJIIBHOCTH ITPU OLECHKE HECOMPEACICHHOCTH I/I3M€p€HHI>'I.

I'OCT P 12.1.019 CCBT. DnekrpobezonacHocts. O6mue TpebOBaHUS ¥ HOMEHKJIATypa BHIOB

3alllNThI.

I'OCT P 53228 Becsl HeaBTOMaTHueckoro nectBus. Yacte 1. MeTponoruueckue U TEXHUYECKUE

TpeboBanus. McnpiTanus.

I'OCT 12.0.004 Cucrema crangaproB Oe3zonacHOCTH Tpyna. Opranuzanus o00y4deHUs

6e3omacHocTy TpyAa. OOIIMe MOI0KEHHUS.

I'OCT 12.1.004 Cucrema crangaptoB OezonacHoctu Tpyna. [lokapHas OezomacHocTh. OOmue

TpeOOBaHUSI.

I'OCT 12.1.005 Cuctrema cranaapToB Oe3omnacHOCTH Tpyaa. OOmue caHUTapHO-TUTHECHHYECKUE

TpeOOBaHUs K BO3AyXy paboueil 30HBI.

I'OCT 12.1.007 Cucrema cranaptoB 6e3onacHocTH Tpynaa. Bpennsie BemectBa. Knaccugukarus

u o0uirie TpeOoBaHUs O€30I1aCHOCTH.

I'OCT 12.2.007.0 Cuctema ctangapToB 0e30macHOCTH Tpyna. M3menus 3J1eKTpOTEXHUYECKUE.

O6mue TpedboBaHus 0€30MaCHOCTH.

I'OCT 12.2.085 Apmatypa tpy6orpoBoaHas. Knananel npenoxpanutenbhbie. Boibop u pacuer

MIPOITYCKHOU CITIOCOOHOCTH.

I'OCT 12.4.021 Cucrema crangaptoB 6e3omacHocTH Tpyaa. CucteMbpl BEHTHISIITHOHHBIE. O01Tne

TpeOOBaHUS.

I'OCT 1770 (MCO 1042, NUCO 4788) Ilocyna mepHas naboparopHasi cTeKIsHHas. LlumuHapsl,

MEH3YPKH, KOJIOBI, Mpobupku. OOIIHe TEXHUIECKUE YCITOBUSI.
I'OCT P 58144 Bona nuctiwimipoBaHHasi. TeXHUYECKUE YCIOBUSL.
I'OCT P 52501-2005 (MCO 3696:1987). Boxa asist 1abopaTopHOro aHaIU3a.

I'OCT 5848 Peaxtussl. Kucnora mypaBbrHas. TeXHUYECKHE YCIOBUS.
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I'OCT 6995 PeaktuBsl. MetaHou-a1. TeXHUYECKUE YCIOBUS.

TY 2636-040-44493179-00 AueronuTpui (METHI HUAHUCTBIA, HUTPUJI YKCYCHON KHCIIOTBI) JUIS

xpomarorpaduu X.4.

I'OCT 7269 Msico. Meroapl otOopa 0Opa3IioOB M OPTraHOJENTHYCCKUE METO/IBl ONpeaeICHUS

CBEYKECTH.
I'OCT P 51447 Msico u MsicHBIE TPOAYKTHL. MeToabl oTOopa mpo0.
I'OCT 4814 bnoku MsCHbIE 3aMOPOXKEHHBIE. TeXHUYECKHE YCIOBUS.

I'OCT 31467 Msico ntuiibl, CyOIIpOayKTHl U TOJTyhadpHKaThl U3 Msca NTHIBL. MeToabl oToopa

Hp06 K IIOAroTOBKAa MX K MCIIBITAHUAM.

I'OCT 26809.1 Monoko u MojouHas mnponaykuus. IlpaBunma mpuemku, MeToAbl 0TOOpa H

IoAT0OTOBKA Hp06 K aHaJIN3Yy. Yacts 1. MOJIOKO, MOJIOYHBIC, MOJIOYHBIC COCTABHBIC U MOJIOKOCOACPIKAIIEC

IMPOAYKTHI.

I'OCT 26809.2 Monoko u MmomouHas mponaykuus. IlpaBuna mpuemku, METOasl OTOOpa U
MOATOTOBKA P00 K aHanu3y. Yacts 2. Maciio u3 KOpoBbETro MOJIOKa, CIIPEABI, CHIPBI M CHIPHBIE MPOTYKTHI,

IIJIAaBJICHBIC CBIPBI U IJIABJICHBIC ChIPHBIC IIPOAYKTHI.

I'OCT 29245 Koncepssl Mosiounsle MeTonibl onpeseneHus GU3NIECKUX U OPraHOJIENTUYECKUX

[TOKa3aTEIIEH.
I'OCT 31654 Sitna kypuHble NHUIIeBble. TeXHUUYECKUE YCIOBUS.

I'OCT 31720 IumeBsle NpoayKThl HNepepabOTKU SHIl CENbCKOXO03SIMCTBEHHON NTHUIBI. MeToibl

oTO0pa Mpod U OPraHOJIENTHYECKOTO aHAIN3A.
I'OCT 19792 Men HatypanbHblid. TeXHUYECKHE YCIOBUS.
I'OCT 33791-2016 Knmku 1 MOYEBBIE My3bIpH CBUHBIE. TEXHUYECKUE YCIOBUSD)
I'OCT 33790-2016 Kniku 1 MOYEBBIE ITY3bIPU TOBSKBH. TE€XHUYECKHE YCIIOBHSI

['OCT 31339 Priba, HepblOHbIE OOBEKTHI U MPOAYKLHMS M3 HUX. [IpaBuiia npuéMKH U METOJbI
otOopa mpoo.
I'OCT 27752 Yacsl 31€KTpOHHO-MEXaHWYECKHE KBAPLIEBBIE HACTOJIBHBIC, HACTCHHBIE M YacChl-

OynuinbHUKH. OOIIMe TEXHHYECKUE YCIOBUSI.

I'OCT 28311 [lo3atopbl MenuuuHckue nabopatopHble. OOmue TeXHUYECKHE TpeOOBaHUS M

METOJbI UCIILITAHUH.
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I'OCT 34037 YnakoBKka CTEKJISIHHAS JUIsl XUMUUYECKHX PEAKTHBOB U 0CO00 YUCTHIX XUMHUYECKUX

BeecTB. O0Iue TEXHUUECKHUE YCIIOBUS.

[Ipumeuanue!

! TIpu moIb30BaHUM HACTOSIINM JOKYMEHTOM Ha METOAMKY U3MEPEHHUH 11eTIecO00pa3HO MPOBEPUTH
JICMCTBHUE CCHUIOYHBIX CTAaHIAAPTOB B MHPOPMAITMOHHOHN CHCTEME OOIIETo MOIb30BaHUs — HA O(PUIIMATEHOM
caiite denepanbHOrO areHTCTBA MO0 TEXHUYECKOMY PETYIUPOBAHUIO U METPOJIOTUU B ceTU MIHTEpHET Hin
©KEToJIHO H37aBaeMOMy HH(OpPMAIIMOHHOMY yKa3arenio «HalmoHambHbIE CTaHAApThI», KOTOPBIN
OnmyOJIMKOBaH 10 COCTOSHMIO Ha | sHBaps TEKYIIero TojAa, W MO BBIIYCKaM €XEMECSYHOTO
nH(OpMaIMOHHOTO YKa3zatens «HammoHanbHble CTaHIAPTHD 3a TeKyIi roa. Eciu cchutounblil crangapt
3aMeHeH (M3MEHEH), TO IMPH TMOJb30BAaHUM HACTOSIIUM JTOKYMEHTOM Ha METOJMKY U3MEPEeHUH clemyer
PYKOBOJICTBOBAThCSI 3aMEHSIONTMM (M3MEHEHHBIM) CTaHAapTOM. ECIM CCBhUIOYHBIN CTaHIapT OTMEHEH 0e3
3aMEHBI, TO MOJIO)KEHUE, B KOTOPOM JIaHA CChUIKA HA HETO, IPUMEHSETCA B YaCTH, HE 3aTPAaruBaroLLIEH 3Ty
CCBUIKY.
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Hacrosimmue Meroauueckue ykasaHUss UMEIOT CISAYIOIIME MOoKa3aTesid TOYHOCTH (Tabnuna 1) u

3 TpeGoBaHus K MOKA3aTEJIAM TOYHOCTH U3MeEpPeHUs

o0ecreurBalOT TMOJyYeHUE pe3yabTaTOB HW3MEPEHMM MaccOoBOM  JIONIM  XJopam@eHHKOoJa
HEOIPEICIIEHHOCTHIO, HE MPEBBIIIAIONICH 3HAUCHUH, TPUBEACHHBIX B Ta0muIe 1.
Taboauua 1 - Ilokazatenun  TOYHOCTHM  METOJAWKHM  (3HAYCHHS  OTHOCHUTEJIBHOW  pacIIMpEeHHON

HCOMPCACIICHHOCTHU PE3YJILTATOB I/IBMepeHI/If/'I, OTHOCHUTCIIBHOC CPCAHCKBAAPATUUYCCKOC OTKJIOHCHHC

MTOBTOPSIEMOCTH).
Iloka3arens
3HadyeHne § [oxazarens BOCTIPOH3BOIMO
OTHOCHTEITFHON MTOBTOPSIEMOCTH
Juanazon . [Ipenen CTH
OO0BeKT H3MepeHuit PACIIHpCHHOMN (oTHOCHTEBHOE MTOBTOPSIEMOCTH, | (OTHOCHTEIBHOE
. HEOIIPEICIICHHOCTH CTaHJapTHOE o _
HCCIICIOBAHMUS | MacCOBOM JOJH, £ U, % npn OTKIOHCHIHE r, % (npu P = CTaHIApTHOE
MKI/KT > 0,95,n=2) OTKJIOHEHUE
ko3 punmente MIOBTOPSEMOCTH),
oxBata k=2, % or, % Boc(izgusll:oﬂ/l:Mo
2]
Msico u MscHbIE
MPOAYKTHI, MSCO ot 0,1 10 0,5 26 6 18 13
OTHIBL 1 BKIIL.
MPOAYKTHI U3
Msica MITHUIIEI,
MOJIOKO U cB.0,5101,0 29 5 15 11
MOJIOYHBIE BKIT.
MIPOAYKTEHI,
gina, SMIHBIN
MEJIaHX, cB. 1,0 1o 100 20 4 10 9
SIMYHBIH BKIL.
MOPOIIOK
or0,1 2005 32 7 20 16
Mén, BKIL
CyOIpPOIYKTHI, ¢B. 0,510 1,0 24 6 18 11
prIOa, BKJL
MOPETPOTYKTHI cB. 1,0 1o 100 20 6 17 9
BKIL
ot 0,15 10 0,5 20 6 17 8
Kuiiku u B
KHIICYHOE cs. 0,5 10 1,0 18 6 16 8
cripee 112)101 100
cB. 1,0 mo
. 12 6 16 5
*-COOTBETCTBYET OTHOCHTEIIFHOMY 3HAYSHHIO TOYHOCTH IIPH OBEPUTENHHON BeposTHocTH P=0,95

3HaYCHUs MOKA3aTellsi TOYUHOCTH (PaCIIMPEHHON HEOTPEACICHHOCTH) METOMKHU UCTIONB3YIOT ITPH:
- odopMIIEHUH PE3YTHTATOB H3MEPEHUH, BBIIABAEMBIX JTA00OPATOPUEH;
— OIIEHKE JIeATEIHLHOCTH JJA0OpaTOPHl Ha KAYECTBO MPOBEJCHUS U3MEPECHHI;

- OLICHKC BO3MOKHOCTHU HUCIIOJIb30BAHUA PE3YJIbTATOB HSMCpeHI/Iﬁ npu pcajim3annun

METOAMKH U3MEPEHUN B TaOOPaTOPHH.
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4 TpeOoBaHusI K CpeICTBAM M3MEPEHHUIl, BCIOMOraTeJJbHOMY 000pPy/10BAHHIO,
MaTepHaJiaM, peakTHBam

IIpy BBINOIHEHUU U3MEPEHUN IIPUMEHSIOT CIIEAYIOIUE CPEACTBA U3MEPEHUM, BCIIOMOTaTEIbHOE

00opy0BaHUE, MATEPHAIIBI U PEAKTUBBIL.

4.1 CpeacrTBa usmepeHuii

4.1.1 Macc-CIeKTpoMeTp C THUOPUAHBIM KBaAPYIOJbHBIM aHAJIN3aTOPOM C JIMATIa30HOM
usMepenuit m/z or 5 mo 1200 «6500 QTRAP» (AB SCIEX, Kanana, CIIIA), peructpaidoHHbIi HOMEP
3armucu B @enepansHoM uHd. ponme Ne 58075-14, 1 KOMIIBIOTEPOM € YCTAaHOBICHHBIM MPOTPAMMHBIM
obecnieuennem Analyst Bepcus 1.6.2 (AB SCIEX, Kanana, CIIIA).

4.1.2 Cucrema BbICOKOA((HEKTUBHON >KUIKOCTHOU Xpomarorpaduu, coCTosias U3 OMHApHOTO
HAcoca CO CMECHTENIeM, TepMOCTaTa XpoMaTorpapuuecKoi KOJOHKH, 00ECTICYHBAIOIIETO TEMIIEPATYPY

Harpesa 110 (40£10) °C.

4.1.3 Kononka xpomarorpaduyeckasi, oOpaimieHno-paznas C18, nouHoit 150 MM ¢ nuameTpom

yactuil copOenra He 6osee 5,0 mxm (Hampumep, Agilent Pursuit 5).
4.1.4 Yacel snextponHo-Mexanuueckue mo ['OCT 27752.

4.1.5 Becwl cnenuanbHoro (I) kmacca tounoctu mo I'OCT OIML R 76-1 ¢ moBepodHbIM
WHTEpBaJoM (€) He 6osee 1 Mr u aeiicTBuTenpHOM ieHou nenenus (d) He 6onee 0,1 Mr. (HampuMep: BeCh

ananutuueckue Discovery DV214C (Ohaus, IlBeiiuapust), Homep B rocpeectpe 33646-06).

4.1.6 Becnl Bbicokoro (II) kmacca tounoctu mo 'OCT OIML R 76-1 ¢ noBepouHbIM HHTEPBAIOM
(e) He 6onee 0,1 T u neiictBuTenbHOM 1eHoM aenenus (d) vHe 6onee 0,01 r (Hanmpumep: EK-300i (A&D

Company, SInonus), Homep B rocpeectpe 25313-06).
4.1.7 Kon6s1 mepubie 2—-10-2 o 'OCT 1770.

4.1.8 I[OBaTOpBI MEXaHHYCCKHEC ABTOMAaTUYCCKHUC HepeMCHHOﬁ BMECTUMOCTH

(2 —20) mm®, (10 — 100) mm®, (100 — 1000) mm?, (500 — 5000) mm® mo TOCT 28311.

4.1.9 Humuaapsr mepasie 1-100(500,1000)-1 mo T'OCT 1770.

4.2 BciomorartesibHOe 000py10BaHue
42.1 Hp06I/IpKI/I MMOJIMIIPONHUIICHOBLIC BMECTUMOCTBIO 15 CM3 C 3aBUHYMBAOIIUMHUCA KPBIIIKaMH.

4.2.2 Buanbl (akoHbI) CTEKISHHBIE BMECTUMOCTBIO 2 CM® C 3aBMHYHBAIOIIMMICS KPBHIIIKAMHI U

Te(JIOHOBBIMH MPOKIATKaMU 9 MM.
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4.2.3 Moaynbs TepMOCTaTUPYEMBIi HarpeBaTeIbHBIN C CUCTEMON OTTYBKHA PAaCTBOPHUTEIIEH.

4.2.4 llentpudyra nabopatopHas pedprokepaTopHas, COBMECTHMas C IIJIACTUKOBBIMHU

npobupkamu oobemMoM 15 cv®,
4.2.5 bans ynbpTpa3ByKOBas.

4.2.7 Kaptpuwkn U1 TBepA0(a3HOH SKCTPAKIIMH BMECTHMOCTBIO He MeHee 3 CM°, 3aIl0JHEHHbIE
copOEHTOM Ha OCHOBE CONOJIMMEpa AUBHHUIOCH30J1a U BUHUIIIUPPOJIUAOHA, C YACTUI[AMH TUAMETPOM He

6onee 50 mxm, maccoii 0,06 r (manpumep, Oasis HLB).

4.2.8 Bcerpsxuarenp (IIEHKep) TEPEBOPAYMBAIOIIMN WM BHOPAIMOHHBIM, COBMECTHUMBIM C

TJIACTHKOBBIMH POOHPKaMH 00beMoM 15 cm,
4.2.9 CucreMa nosyuyeHus: AEMOHU3UPOBAHHON BOJIbI BBICOKOM YUCTOTHI.
4.2.10 XonoaunbHHK ¢ pabounm quana3zoHoM temmepatyp ot 2 °C go 8 °C.
4.2.11 Kamepa Mopo3uiibHas ¢ 1 padoueii Temriepatypoil He Bbiiie muHyc 15 °C.
4.2.12 OwibTphl HEMJIOHOBBIE MEMOpPAHHBIC ¢ pa3MepoM JMameTpa rop He 6oee 0,45 MKM.
4.2.13 YcrpotictBo 1yist TBepaodazHON SKCTPAKIIUH.
4.2.14 T'omoreHu3aTop JIab0paTOPHBIH.
4.2.15 1InpuIis! AByXKOMIIOHEHTHBIE, 2 CM°, MEIMIIMHCKHE.

4.2.16 lleiikep-BopTekc (Hanpumep, Heidolph Reax Control).

4.3 PeakTuBBI M MaTepHAJIbI

4.3.1 Kanuii IByXpOMOBOKHCIIBIH, KBATU(DUKAIHS «X.T».

4.3.2 Kucnora cepHast «X.4.».

4.3.3 AUCTOHUTPIII, KBATU(DUKAIIHAS «X.1».

4.3.4 MypaBbuHas KUCIIOTa, KBATM(UKALUS «X.9.».

4.3.5 MeTaHoJ1, KBATH(DHUKAIUS «X.9.).

4.3.6 Boga muctmmmuposanHas o [OCT P 58144 nmu ©C.2.2.0020.18.

4.3.7 Bona nemoHU3MpoOBaHHAs.

4.3.8 xnopampenukoi, 1o ocHOBHOTo BemectBa He MeHee 90%, CAS Ne 56-75-7.

4.3.9 xnopamdenukon-D5, nons ocHoBHOTro BemecTBa He MmeHee 90%, CAS Ne 202480-68-0.
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[Ipumeuanue 1 — momyckaeTcss MPUMEHEHHE CTaHIAPTHBIX OOpPa3IOB BEIIECTB C OTIIMYHBIMHU OT
MIPUBEJICHHBIX BBIIIE COJACPXKAHUNA OCHOBHOT'O BEUIECTBA (MPU MPUTOTOBIICHUHM TOYHBIX KOHILIEHTpalUi
MCXOJHBIX PACTBOPOB CTAaHIAPTHBIX OOPA3I[OB BBITIONHSIOT TEPEeCcYeT MACChl HABECKH CTaHAapTHOTO

oOpasiia Ha YuCcTOe BEMIeCTBO 1Mo hopmyie 1).

[Ipumeuanue 2 — gomyckaeTcsi IPUMEHEHHE APYTUX CPENICTB U3MEPEHUNH U BCIOMOIaTeIbHOTO

O60pyZ[OBaHI/ISI C MCTpO.HOFI/I‘IeCKI/IMI/I N TCXHUYCCKUMNU XapaKTepI/ICTI/IKaMI/I HC xy)Ke HpI/IBeI[eHHBIX BBIIIIC.
5 MeTtoa uzmepeHuit

N3mepenue maccoBoil noiu XJopaM(EHUKOJA BBHIMOTHSIIOT METOAOM BBICOKOA((EKTUBHON
KHUJIKOCTHOM XpOoMaTorpaduu ¢ Macc-ClIeKTPOMETPHUICCKUM JIETEKTUPOBAHUEM. DKCTPAKT, COJIEPIKAIIIHIA
XJIOpaM(EHHUKOJ, TIOJBEPraloT OYUCTKE METOJOM TBepAoda3HOW JKCTpakiuu. JleTeKTupoBaHHE
XJopaM(pEHHUKOIa MPOBOAAT B PEKHUME MOHHTOPHMHIA BeIOpaHHBIX peakiuii (MRM) B orpumarensHOi
noJIIpHOCTH. VICIOIb3ysl MOJTy4YeHHBIE C TPUMEHEHHEM METO0/1a BHYTPEHHETO CTaHJapTa rPpa yupOBOYHBIC
XapaKTePUCTHKH, TIO IJIOMIA/IA TUKOB MICHTU(UIIMPOBAHHBIX COCTMHEHUH HAXOIAT UX KOJMYSCTBEHHOE

COACPIKAHUC.
6 TpeGoBaHusi 0€30I1ACHOCTH, OXPAHBbI OKPYKAIOLICH CPeaAbl

[Ipu pabote ¢ peakTuBaMu cOOIIOJAIOT TpeOOBAaHUS OE30MACHOCTH, YCTAaHOBIIEHHBIE JUIsl paboT ¢

TOKCUYHBIMH, €IKUMH U JIerKoBocIniaMmeHsromumMucs semtectsamu mo I'OCT 12.1.005.

HOMCH_IGHI/IH, B KOTOPBIX ITPOBOJAT UBMEPCHUA U ITOATOTOBKA Hp06, JOJIXKHBI OBITh O60py,HOBaHLI

MPUTOYHO-BBITS)KHOW BEHTUJIALINEN.

OHepaIII/II/I IO MPUTOTOBJICHHUIO U UCIIOJB30BAHUIO T'PAaAyHPOBOYHBIX PaCTBOPOB U UX U30TOITHO-

MCUCHBIX aHAJIOTOB IIPOBOJAT B BBITSI’KHOM mKa(by

B cBs3u ¢ Tem, uTo mpu paboTe Ha Macc-CIEKTPOMETPE HCHOJBb3YIOT CXKaTble ras3bl, CIEAyeT
cobmonate «lIpaBuna MPOMBINIIIEHHOW O€30MacHOCTH OIACHBIX MPOW3BOJCTBEHHBIX OOBEKTOB, Ha
KOTOPBIX HCIIOJIb3yeTCsl 000pyJoBaHME, paboTaroliee MoJl M30BITOYHBIM JIaBICHUEM) YTBEP)KICHHBIE
npukazoM DenepanbHOl CIyX Obl MO 3KOJOTMYECKOMY, TEXHOJIOTHYECKOMY M aTOMHOMY Haa30py OT
25.03.2014 Nell6, TOCT 12.2.085. Ilpu BBINOJIHEHWH M3MEPEHMH Ha XpPOMATO-MacC-CIEKTPOMETpPE
coOmoaloT npaBuia 3aekTpodezonacHocTH B cooTBeTcTBUHM ¢ ['OCT 12.2.007.0 n mHCTpyKUueH 1o

JKCIUTyaTaIuu mpubdopa.
7 TpeGoBaHus K KBAJIU(PUKALUH ONIEPATOPOB

K omepanusm mo moaroroBke mnpod M MPOBEACHUIO H3MEPEHUN METOIOM XpoMaTo-Macc-
CHEKTPOMETPUHU JOIMYCKAIOT JIUILI, IPOIIEAIINX COOTBETCTBYIOLIEE 00yUEHHE U OCBOMBIIUX HACTOSIIYIO

METOAUKY U3MEPEHUM.
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8 TpeOoBaHusl K YCJOBHAM M3MeEPEHUM

[Ipy npuUroToBI€HUH PACTBOPOB, MOATOTOBKE MPOO M H3MEPEHHSIX COOIONAIOT CIEeAYIOIIHe

BHCIIHUEC YCIIOBUAA:

TEMIEpaTypa BO3yxa (20+5) °C,
aTMoc(epHOe J1aBJIeHHE ot 630 o 800 mm. prT. cT.,
OTHOCHUTEJIbHAS BIAXHOCTb Bo3ayxa npu 25 °C ot 20 % nmo 85 %.

Boimonnenue u3MepeHUN MPOBOAST B YCIOBHSX, PEKOMEHIYEMBIX B PYKOBOJCTBE IIO

AKCIUTyaTallMy K CPEACTBAM U3MEPECHUM.
9 OT0op U xpaHeHue MPoo

OT160p u xpanenue npod npooAat B coorBeTcTBHM ¢ OCT P 51447, 'OCT 7269, 'OCT 26809.1,
I'OCT 26809.2, I'OCT 31467, 'OCT 31720, 'OCT 31339, I'OCT 19792, I'OCT 33790, I'OCT 33791 u

[1].
10 IHoaroroBka K BHINOJHEHUIO U3MEPEHU I

[TonroToBka K BBITIOJTHEHUIO U3MEPEHUH BKIIIOYAECT B ceOs MOATOTOBKY J1a0OPaTOPHOM MOCY/HI,
IIPUTOTOBJIEHHE PACTBOPOB, MOJATOTOBKY XpoMaTorpauyeckoil KOJIOHKH, IOATOTOBKY Ipuoopa,

YCTaHOBJICHHE TPalyMpOBOYHOI XapaKTEPUCTHUKH U MOJATOTOBKY MPOOBHI.

10.1 IToaroroBka J1a00paTOPHOI MOCYABI

JlabopaTopHyto mocyny 3aMaunBaroT Ha 4 yaca B 3 %-HOM pacTBOpE Kajusl JBYXPOMOBOKHCIIOTO.
Jlaslee MPOMBIBAIOT TIOCYAY B TPOTOYHOW BOJOMPOBOJHON BOJE C TOCICAYIOIIMM MHOTOKPATHBIM
OTIOJTACKMBAaHUEM JUCTUIUTMPOBAHHON BOJ0M. [Toce BrICyIIMBaHUS B CYIIUIBHOM IIKa(y MOCYAY XPaHAT

B CYXOM MECTC IIpU KOMHAaTHOH TEMIICpaType.

10.2 lIpuroroBJieHHe PACTBOPOB
10.2.1 3 %-HbIit pacTBOp KalHs JBYXPOMOBOKHCIIOTO

Hasecky (30,0+0,1) r xkamus JBYXpOMOBOKHCIOrOo TIepeHocAT B (aphopoBblii cTakaH
BMECTUMOCTBIO 1,5 M3, 106aBIIAIOT ¢ TOMOIIBI0 MepHOro mutuHApa 100 cM® IMCTUIIMPOBAHHON BOIbI
U pacTBOPSIIOT HABECKY IPU MOCTOSHHOM INEPEMEUIMBAHUM CTEKJISIHHOM MAal04yKOil. 3aTeM OCTOPOXKHO,
P TIOCTOSTHHOM TEpEMEIIMBAHUM CTEKJISHHOM Malo4yKoM, MNpPWIMBAIOT K pPacTBOpY Kaus

JByXPOMOBOKHCJIOTO C HOMOIIBI0 MEPHOTO MUIMHApPAa 1 AM° KOHLEHTPUPOBAHHOH CEpPHOH KHCIOTHL.
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[Tocne ocTeiBaHMSI MPUTOTOBICHHBIA PAaCTBOP OCTOPOXKHO IEPENHUBAIOT B TOJCTOCTEHHYIO OYTHUIb C

3aBUHYMBAIOLICHCS KPBIIIKOW. PacTBOp puroieH Kk paboTe 10 MOsIBICHUS 3eJICHON OKPacKH.
10.2.2 IlpuroToBienue noABWKHBIX pa3 A u b
[IpuroroBnenue moABUKHOM (a3bl A

B cTeknsHHYI0 OyThUIb BMECTHMOCTbIO 1000 cM® MepHBIM IHIMHIPOM OTMepsoT 995 cm®
JIeMOHM3UPOBaHHOKH Boxabl (4.3.7) m noGapnsor 5,0 cM® MypaBbMHOH KHCIOTHI, HepEMENINBAIOT.

[Tomy4eHHBIH pacTBOp AETa3UPYIOT HA YIBTPa3ByKoBOH OaHe B TeueHue 5-10 MuH.
Cpox xpaHeHHs TOJIBM)KHOHU (Da3bl TP KOMHATHOM Temmeparype — 1 mMecsir.
[IpuroroBnenue noaBmxHOU (a3l b

B crexnaHHyo OyThlls BMecTHMOCTBIO 1000 cM® MepHEIM mummumpom otMmepsior 995 cm®

3

MeTaHona u Ja00aBisroT 5,0 ¢M® MypaBBHHOH KHCIOTHI, TepeMemunBaioT. [lomydeHHbI pacTBOp

JIeTa3uPyIOT Ha yJIbTPa3ByKOBOH OaHE B TEYCHUE 5 MHH.
Cpok XxpaHeHHs TIOJJBMXKHOM (ha3bl MpH KOMHATHOM TeMIieparype — 3 Mecsia.
10.2.3 [IpuroToBieHue pacCTBOPOB CTAHIAPTHHIX 00Pa3IIOB

[Ipu B3BemIMBaHUM CTaHAAPTHBIX OOPA3IOB CIEIYyET PacCUMTHIBATH MAacCy HABECKU B Iepecuere
Ha YUCTOE BELIECTBO, COracHo (opmyie 1:

100 1)

mc = Mc *m * ———
M * Pa

Mc — Macca HaBECKU UCTIOIB3YeMOTr0 CTaHAapTHOTO 00pasiia, T;

Mc — monspHas Macca UCTOIb3yeMOTO CTaHAAPTHOTO 00pasiia, I/MOJIb;
M — Macca HaBECKH YUCTOTO CTaHAapTHOTO 00pasia, T;

M — MonsipHas Macca YUCTOTO CTaHAAPTHOTO 00pasiia, I/MOJIb;

Pa — cTerneHp YHCTOTHI HCIIOJIB3YEMOT'O CTAHAAPTHOT'O 06pa3ua.

10.2.3.1 TlpuroroBieHre UCXOTHOTO pacTBopa craHmapTHoro obpasma (C0) xmopampeHnkona ¢

MaccoBoi koHeHTpanueit 1000 mxr/cm3.

Ha Becax (4.1.5) B3BemmBator 8,0 — 12,0 Mr crangapra xjgopamM(eHHMKOJIa, MEPEHOCAT B
TIONUIPOIUIEHOBYIO 15 cM® POGUPKY ¢ BUHTOBOH KpHIIKOH U 106aBIAIOT METaHOT U3 pacdera 1 cm®

pacTtBopa Ha 1 Mr cranmapra.

[IpuroTroBneHHBIN pacTBOp XpaHAT B MOPO3WIBHOW Kamepe Ipu Temiepatype muHyc 20°C B

TeyeHue | rona.
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10.2.3.2 TlpurotoBnenne pactBopa (Ci1) C MaccoBOW KOHIIEHTpAIMEH aHalIWTa B PACTBOpE

10 mkr/cm®

Jlo3aTopoM epemMenHOro 06bemMa otouparot 0,1 cm® pacTsopa Co B MEpHYIO KOJIOY BMECTHMOCTBIO

10 CM3, AOBOJAT 10 METKH METAaHOJIOM, IIEPEMCIIMBAIOT.

[IpuroToBiaeHHBIA PACTBOpP XPaHAT B MOPO3WIBHON kKamepe mpu Ttemieparype munyc 20 °C B

TeyeHue 6 MeCsIeB, MePETUTHIM B HOJIUIPONIICHOBYIO 15 cM® Ipo6upKy ¢ BUHTOBOM KPBIIIKOIA.

10.2.3.3 TlpuroroBnenue pactBopa (C2) ¢ MaccoBOW KOHIICHTpAIlMEH aHaIUTa B PacTBOpE

1 mMkr/cm®

Jlo3aTopoM mepeMeHHOro 06bema otouparoT 1,0 cm pacTBopa C1 B MEPHYIO KO0y BMECTHMOCTBIO

10 CM3, AOBOJAT 1O MCTKU METAHOJIOM, IIEPECMCIINBAIOT.

[IpuroToBneHHBI PacTBOp XpaHAT B MOPO3WIbHON Kamepe npu Temneparype munyc 20 °C B

TedeHue 3 MeCAIeB, MEPEIUTHIM B HOIHIPONMICHOBYIO 15 cM® Ipo6HpKy ¢ BHHTOBOM KPBIIIKOIA.

10.2.3.4 TlpuroroBnenue pactBopa (C3) ¢ MaccoBOW KOHIICHTpAlMeil aHamuTa B PacTBOpeE

0,1 mxr/cm®

Jlo3aTopom nepemMeHHOTro 06hema ot6uparoT 1,0 cm pacTsopa C2 B MEPHYIO KOOy BMECTHMOCTBIO

10 CMS, AOBOJAT IO METKU METAHOJIOM, IIEPEMCIINBAOT.
HpHFOTOBJ’ICHHHfI PpacTBOPp UCIOJB3YIOT CBECKCIIPUTOTOBJIICHHBIM.

10.2.3.5 TlpuroroBnenune pactBopa (Cs4) ¢ MaccoBOil KOHIICHTpalWEHl aHalmuTa B pacTBOpE

0,01 mxr/cm®

JlozaTopoM nepeMeHHOro 06bema oT6upatoT 1,0 cm® pactBopa C3 B MepHYIO K00y BMECTUMOCTEIO

10 cM3, 1OBOAAT 10 METKH METaHONIOM, EPEMEIHBAIOT.
[IpuroToBiIEHHBIN pacTBOP UCHOJIB3YIOT CBEKEIIPUTOTOBICHHBIM.

10.2.3.6 TlpurortoBiienne wucxomHoro pactBopa (D0) BHyTpeHHEro craHmapra ¢ MacCOBOU

KOHIIeHTpauueil ananuta B pactBope 1000 Mkr/cm3.

Ha Becax (4.1.5) B3gemmBarot 8,0 — 12,0 Mr BHyTpeHHero cranjaapra xyuopamdenuxona D5, u
MEPEHOCAT B MOJUIPONUICHOBYIO 15 cM3 mpoOupKy ¢ BUHTOBOM KPBIIIKOW JOOABJISIOT METaHON M3

pacdera 1 cM3 pacTtBopa Ha | Mr BHYTpEHHETO CTaHAApPTA.

IIpuroToBneHHBI pacTBOp XpaHIT B MOPO3WIBHOW Kamepe mpu Temneparype muHyc 20 °C B

TeyeHue | rona.
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10.2.3.7 I[IpuroroBneHnnue pacTBopa BHYTpeHHUX cTaHmapToB (D1) ¢ MaccoBO¥l KOHIICHTpaIHeH

ananuta B pactsope 10 Mkr/cm®

Jlo3aTopoM mepemenHoro ob6bema otoupatror 0,1 cm® pactBopa Do B MepHyo Konby

BMECTHMOCTEIO 10 CM3, JOBOJAT 10 METKH MCTAaHOJIOM, IIEPEMEIINBALOT.

[IpuroToBneHHbId pacTBOpP XpaHAT mnpu Temieparype muHyc 20 °C B TedeHue 6 MecsIEB,

TIEPETUTHIM B TIOMMIIPONHIEHOBYIO 15 cM® MPOGUPKY ¢ BUHTOBOH KPHIIIKOIA.

10.2.3.8 IIpuroroBneHune pactBopa BHyTpeHHero craniapta (D2) ¢ mMaccoBoll KOHIIEHTpaLuei
aHaIuTa B pacTBope 1 MKr/cm®

3

Hlozatopom mnepemenHoro oowema otbuparor 1,0 cm® pactBopa D1 B MmepHyro konly

BMECTUMOCThEIO 10 CM3, AOBOJAT 10 MCTKH MCTAHOJIOM, IICPCMEIINBAIOT.

[TpuroroBneHHbI pacTBOp XpaHsar npu Temmeparype muayc 20 °C B TedyeHume 3 Mecsles,

TIEPETUTHIM B TIONHIIPONTHIEHOBYIO 15 cM® MPOOGUPKY ¢ BUHTOBO KPHIIIKOIA.
10.2.4 [IpuroToBieHue TpayupoOBOUYHBIX PACTBOPOB CTAaHAAPTHBIX 00OPA3IOB
10.2.4.1 [IpuroToBiieHHE TPATYUPOBOYHOIO pAacCTBOpa ¢ KoHIeHTpauuei ananmuta 0,1 mxr/kr (G1)

B miacTukoByI0 mpoOUpKy BMecTHMOCThIO 15 cM® momermator 1,0 T 06pasna, He comepKaIIero
xnopambenukod (61ank). C HOMONIBIO 103aTopa K 06pasity aobasnsior 0,05 cm® pacteopa D2 (10.2.3.8)
u 0,01 cm® pactBopa Cs (10.2.3.5), BcTpsxuBaloT Ha meiikepe-BopTekce. Jlanee MPOBOAAT MOATOTOBKY

npo6 cornacHo 1. 10.5
10.2.4.2 TlpuroroBieHUE TPaIyHPOBOYHOIO PACTBOPA ¢ KoHIeHTpanuei ananuTa 0,15 mxr/kr (G2)

B mnacTukoBYI0 Hpo6HpKy BMecTUMOCTHIO 15 cM® momemaror 1,0 T 06pasna, He COAEPIKAIIEro
xnopamdenuko (61ank). C IOMOMIBIO J03aTopa K 06pasiy nobasmsior 0,05 cm® pacteopa Dy u 0,015

cM® pacTBopa Ca, BCTPSXHBAIOT HA Ieiikepe-BopTekce. Jlanee MPOBOAAT MOATOTOBKY MPOO COTIACHO 1.

10.5.
10.2.4.3 [IpuroToBieHKe TPayupOBOYHOTO PACTBOPa C KOHIIeHTpanuei aHanura 0,5 Mxr/kr (G3)

B 1m1acTHKOBYIO MPOOUPKY BMECTHMOCTBIO 15 ¢M® momemtator 1,0 r o6pasia, He CoAepIKalIero
xnopampernkoi (6:ank). C MOMOIIBIO 103aTopa K 06pasiy modasmstot 0,05 cm® pactBopa D2 1 0,05 em®

pactBopa Cs, BCTpSIXMBAIOT Ha IIeKepe-BopTeKce. Jlanee mpoBOasAT MOATOTOBKY Mpob cormmacHo 1. 10.5.
10.2.4.4 TIpuroToBiieHHEe TPayUPOBOYHOIO PACTBOPA C KOHIIEHTpanuei aHamura 1 Mxr/kr (G4)

B 1m1acTHKOBYIO MPOOUPKY BMECTHMOCTBIO 15 ¢M® momemtator 1,0 r o6pasia, He CoAepIKalIero
xnopampernkoi (6:auk). C MOMOMIBIO 03aTopa K 06pasiy nodasmstot 0,05 cm® pactBopa D2 1 0,10 em®
pactBopa Cs, BCTpSIXMBAIOT Ha IICHKepe-BopTeKce. Jlanee mpoBoasAT MOATOTOBKY Mpod cormacHo 1. 10.5.
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10.2.4.5 TlpuroToBiacHKHE TPayHPOBOYHOTO PacTBOpa ¢ KoHIeHTparmei anaauta 10 Mxr/kr (G5)

B miacTuKoBYI0 MpoOUpKYy BMecTHMOCThIO 15 cm® momernator 1,0 r o6pasua, He comepKaIIero
xnopampennkoi (61auk). C moMombio 103aTopa K 06pasiy nodasmsiot 0,05 cm® pactBopa D2 1 0,10 em®
pactBopa C3z (10.2.3.4), BCTpsAXHMBalOT Ha MIcHKepe-BopTekce. Jlamee MPOBOAAT IMOATOTOBKY IIPOO

coryacHo 1. 10.5.
10.2.4.6 IlpuroroBiieHHE rPpaJyHPOBOYHOTO PACTBOPA ¢ KOoHIeHTpauen ananuTa 100 Mxr/kr (G6)

B miacTuKoBYI0 MpoOUpKYy BMecTHMOCThIO 15 cm® momernator 1,0 r o6pasua, He comepKaIIero
xnopampernkoi (6:1auk). C MOMOMIBIO 03aTopa K 06pasiy nodasmstot 0,05 cm® pactBopa D2 1 0,10 em®
pactBopa Cz (10.2.3.3), BcTpsxuBalOT Ha Ieikepe-BopTekce. Jlajgee MPOBOAAT IMOATOTOBKY MpoO

corniacuHo 1. 10.5.

10.3 MoaroroBKka mpudopa Kk M3MepeHusiM

HOI[FOTOBKy MacCcC-CIICKTpOMETpPa K pa60Te OCYHICCTBJIAKOT B COOTBCTCTBHUU C TCXHUYCCKUM

PYKOBOJICTBOM I10 3KCILTyaTaluu mpudopa.
10.3.1 PekoMeHyeMble mapaMeTpbl HACTPOUKH KUIKOCTHOTO Xpomarorpada
teMieparypa koiaoHku 40 °C;
CKOPOCTb IMOTOKA MOABUKHOU (azbl 0,2 CcM3/MUH.

Pazngenenue MMPOBOJAT B PCIKUME I'PAAUCHTHOI'O SJIFOMPOBAHUA. XpOMaTOl"pa(bI/IquKI/Ie yCIoBuUs
MMpEACTABJICHBI B Ta6nnue 2.

Tabauna 2 - XpomaTtorpapuueckue yCcIoBHUs

Bpems, MuH. [ToTok, cM>/MuH daza A (06.%) ®aza B (06.%)
0,00 0,2 75,0 25,0
0,50 0,2 75,0 25,0
4,00 0,2 0,0 100,0
6,50 0,2 0,0 100,0
6,60 0,2 75,0 25,0
13,00 0,2 75,0 25,0

HpI/IMC‘-IaHI/IC - I[OHYCKaeTCSI HCIIOJIb30BAaTh MHBIC IMMApaMCTPhI XpOMaTOTpa(bI/II/I B 3aBUCUMOCTH OT

TEXHUYECKUX OCOOEHHOCTEH MPUMEHSIEMOTO 000PY0BaHUS, @ TAKKE UCTIOJIH3YEeMOUW KOJIOHKH.
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10.3.2 PexkomenmyeMble TapamMeTpbl HACTPOWKH MacCC-CIIEKTPOMETPHUYECKOTO JCTEKTOpa Ha

npuMepe Macc-criektpomerpudeckoro aerekropa AB Sciex QTRAP 6500.

Taoauna 3 - OHTI/IMI/I3I/Ip0BaHHI:>IC 3HAYCHU IapaMETPOB NCTOYHHUKA HOHU3AIlUN

Temnepatypa ucrounuka (TEM): 450 °C
Hanpspokenne Ha xkanwsipe (IS): -4500 B
Paspemenne Q1/Q3: Unit
3navenue BcnomoratenbHoro raza (CUR): 25
3Havenwue raza ucrounuka (GS1): 60
3naueHue pacnpustonero raza (GS2): 50
3nayeHue rasa sueriku kosuusuit (CAD): Medium

Tadoauua 4 - Ilapamerpsl B oTpuniarenbHoM peskume MRM B ycnoBusx anektpopacnbuicHus (ESI)

Non- [ToTrenuuman | DHeprusi CTOJIKHOBEHUH,
Ornpenensemoe Houepuue
Ne IIPEALIECTBEH nexmnactepu | 9B / [lorennuan na
BEILECTBO WOHBI, M/Z .
HUK, M/Z 3anuu, B BBIXOJIC U3 siueliku, B
152,0* -60 -29/-10
1 XnopampeHuKoI 321,0
194,0 -60 -23/-13
2 Xnopampenukoa—D5 326,0 157,0 -60 -25/-14

* - peKOMeHI[yCMHﬁ HOH-IPOAYKT IJIsI TPOBEACHUA KOJIMUCCTBCHHOT'O OIIPCACIICHU A

10.4 YcTaHoB/IeHHE TPAAYHPOBOYHOI XapaKTePUCTUKHU

['panynpoBOYHYIO XapaKTEPUCTHKY OIPEICTSIOT B KaXJOW HOBOM cepu u3MepeHuil. s
HAXOXJEHUS TPaIyUPOBOYHON XAPAKTEPUCTUKU HCIOJIB3YIOT HE MEHEE YETBIPEX TI'PATyHPOBOYHBIX

pacTBOPOB.

[Ipouenypa mpHUrOTOBIEHUS TPaTyUPOBOYHBIX pAcTBOpPOB omucaHa B pazaene 10.2. [lns
MIPUTOTOBJIEHUS MPOBOAAT 00paboTKy "uncThiX" mpob (61aHKoB) cormacHo pazaeny 10.5, He comepxanx
NEHCTBYIONUX BEIIECTB, K KOTOPBIM Iepes 00padoTKoN 100aBIISIOT pacTBOP BHYTPEHHUX CTaHAApPTOB U

pabourie pacTBOPBI aHATM3UPYEMOTO COEIMHEHUS B HEOOXOJUMOM KOJIHYECTBE.

['paaynpoBOYHYIO 3aBHCUMOCTH CTPOST C IMOMOINBIO Tporpammbl «Analysty B koopanmHarax
«OTHOLIEHUE TUIOIIAU MTMKA ONPEAEISIEMOr0 BEIECTBA K IJIOMIAAH ITMKA BHYTPEHHErO CTaHJapTa 3TOro
BEIIIECTBA» — «KOHLIEHTPALs ONPEeIIeMOro BEIECTBA B IPaAyHPOBOYHOM PACTBOPE K KOHLIEHTPALH

BHYTPEHHETO CTAHIAPTa».
IIpu mocTpoeHUu rpaayupoBOYHON 3aBUCUMOCTU UCIOJIB3YIOT JIUHEHHYIO PETPECCUI0, IIPU ITOM

KBagpaT K03 urmenTa Koppesauu 10keH ObTh He MeHee 0,98.
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[ToctpoeHnue TpagyupoOBOYHON 3aBUCUMOCTH BO BCEM JMAIla30HE MACCOBBIX KOHIICHTpaIui
MIPOBOJIAT HE PEXKE OJAHOTO pa3za B MECAI, & TAK)KE MPHU UCIOIb30BAaHIUN HOBOM NMAPTHH PEAKTHBOB, 3aMEHE

KOJIOHKH U TIOCIIE pEMOHTA Mpuoopa.

10.5 MoaroroBka npoo

10.5.1.1 IToaroroBka mpo0 Msica, MSACHBIX IMPOIYKTOB, MsCa MTHUIIBI, TPOJTYKTOB U3 MsCa IMTHUIIHI,

CyONIPOIyKTOB, PHIOBI, MOPETIPOAYKTOB, KHIIOK U KUIIEYHOTO CHIPHSI.

MBIIIeYHyI0 TKaHb MPEIBAPUTEIBHO OYHUINAIOT OT TPYOOH COCTUHHUTENBHON TKaHH, PhIOY — OT
KPYIHBIX KOCTE€H U KOXKU, KPEBETKH — OT I'0JIOB U IpyOOro XuTHHOBOro nokposa. 100 r ananusupyemoi
poOBI U3METHYAIOT HA TOMOTE€HU3ATOPE U B3BEIIMBAIOT B MOJUIIPOIIUIICHOBOM MPOOUPKE BMECTUMOCTHIO

15,0 cm® 1,0 T o6pasma. Jozatopom B mpodupky BHOCAT 0,05 cM® pacTBOpa BHyTpeHHEro cTanmapTa Do
(10.2.3.8).

10.5.1.2 TIpobupky ¢ mpoboii BelmepxkuBaroT 20 MHH B TeMHOM MecTte. IlpunmBaror 4 cm®
alleTOHUTpUJIAa U ToMemaT npobupky Ha 10 mun B meilikep (4.2.8) mia sKcTpakiuu. 3arteM
ueHrpudpyrupytor npu 4000 o6/mur B Teyenme 10 mumr npum temmeparype 4 °C. Ilocme
LEHTpU(PYrUpoBaHUsT BEPXHUN OPraHMYECKUH CIIOM NEepeauBalOT B JPYryl0 IOJUIPOIUICHOBYIO
IPOGHPKY BMECTHMOCTHIO 15 ¢M3, moMemaroT Ha HarpeBaTeNbHBIH MO M YAPUBAIOT B TOKE a30Ta
(umu Bo3ayxa) npu Temmeparype 40 °C 10 0,1 — 0,2 cm®. TonydeHHbIi 0CTaTOK TIepepacTBOPSIOT B 2 cM°
JUCTUJUTMPOBAHHOM BOJIbI, MEPEMEIIMBAIOT, MOMENIAIOT Ha 1 MUHYTY B YJIBTPa3BYKOBYIO OaHIO H
ueHtpudyrupyrot npu 4000 o6/mun B Teuenue 10 mun npu temneparype 4 °C. IlomydeHHBIH 3KCTpaKT

OUHIIAIOT METOZIOM TBep1oha3HoM skcTpakiuu mo 10.5.5.
10.5.2 [ToaroroBka npoo SUll, SMYHOTO METaHKa, TUYHOTO TTOPOIIIKA.

Sina oTAeNAI0T OT CKOPIIYIIBI M IEPEMEIINBAIOT, IMYHBIN MEIAHK U SMYHBIA IOPOLIOK TILATEIBHO
nepeMenBaoT. B3semmpaoT 1,0 T 06pasna B HOJTUIPONUIEHOBOH TIPOOUPKE BMECTHMOCTHIO 15 cMP,

[Tocneayromnyro moaroToBKy mpod npososr mo 10.5.1.2
10.5.3 [ToarotroBka nmpoO MOJIOKA M MOJIOYHBIX MPOTYKTOB.

Mooko, CIIMBKH, CMETaHy, KUCIOMOJIOYHBIE HAIIUTKY U MPOLYKTHI IIEPE] aHATU30M TILATEIBLHO
[IEPEMENINBAIOT.
Cyxue MonouHble MpoyKThl BoccTaHaBiuBatoT 1o 'OCT 29245 (nyskT 3.4)
10 r chIpa, TBOpOTa WJIM TBOPOKHBIX U3/IEIMH TIIATEIBHO PACTUPAIOT.
100 r TBEpIOTO ChIpa U3METBYAIOT HA TOMOTE€HU3ATOPE.
3

B3gemmBaror 1,0 r© mpoObl B MOMMIPONUICHOBOW MpoOHpKe BMecTHMOCThio 15,0 cm’.

[Tocnenyromryro moaAroToBKY mpod mpoBoasaT mo 10.5.1.2.
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10.5.4 TToarotoBka mpod Ména.

[MonroroBky mpo6 ména mpoBoasar nmo I'OCT 19792 (mynkr 7.2), ecnum 3TO HEOOXOIUMO.
Bssemupaor 2,0 I HOATOTOBIEHHOH MPOOBI B MOJUIPONUIECHOBOH MPOOHPKE BMECTUMOCTBIO 15 cv?,
nozatopom BHocaT 0,05 cM® pacTBopa BHyTpenHero crannapta D2, 106aBasi0T 4 cM® AUCTUILTMPOBAHHOI
Bonbl. [IpoOy momemiaror B mielikep Ha 10 MUHYT Ui pacTBOpeHHs MERa W HCIOIB3YIOT IS

TBeprodaszHoi sxkcrpakmmu o 10.5.5.
10.5.5 Ounctka npod Meronom TBepaodazHoii skcTpakiuu (TDI).

Kaptpumku g TOD KOHAMUMOHUPYIOT HAa BaKyyMHOM ycTporctBe s TDD, mpomyckas
TI0CTIEIOBATENBHO 2 CM° AlETOHMTPHIA M 2 CM° JUCTHIUIMPOBAHHON BOABL 3aTeM depe3 KapTPHIK
IIPOITYCKAIOT MOJIy4eHHbIN B coorBeTcTBUU ¢ mil. 10.5.1 - 10.5.4 skcrpakr (Ha Beex atanax TdI, kpome
CYIIIKH, BAKYYM HJIH H30BITOYHOE JJaBICHUE He MPUMeHsIoT). [IpoMbIBatoT kapTpumk 2 cm® 20 % pacTBopa
METAHOJIa, CYIIaT U IOMPYIOT aHATHTHI 2 CM° alleTOHUTPHIA B HOBYIO HOJIUIPOMMICHOBYIO HPOOHPKY
BMECTUMOCTBIO 15 cM®. DiI0aT MOMENIAIOT HAa HATPeBaTeIbHBI MOLYIh U YIApHBAIOT B TOKE BO3LYyXa
(i mHEpTHOTO Ta3a) pu Temmepatype 40 °C 10 0,1 — 0,2 cm®. [TomydeHHBIH 0CTATOK HePepacTBOPSIOT

% NleMOHM3MPOBAHHOH BOJOM, BCTPAXMBAIOT M TMOMEMIAIOT B YILTPa3sBYKOBYIO OaHIO Ha

mo 0,75 cm
1 munyty. [TomydeHHBIH 3KCTPaKT QUIBTPYIOT Yepe3 MEeMOpaHHbIN (UIBTP B BHATY M HCIIOJIB3YIOT IS

BOXX-MC/MC ananusa.
11 Iopsa0K BBINOJTHEHUS U3MEPEHU I

[Ipyu BBIMOSHEHMM HM3MEPEHHMH B HMHXKEKTOp XpomaTorpada BBOAAT aHAIM3UPYEMBIH pacTBOp,
nosy4yeHHsli B 1. 10.5. [ToaBmxHyto (hazy npeaBapuTeNbHO MPOBEPSIIOT Ha HAIWYHE LIEIEBbIX aHAINUTOB
WIM APYTUX COEIMHEHUH, MEMIAaoIuX omnpeneneHnto. C MoMoIIbI0 YCTaHOBJIEHHBIX IPaJlyMpOBOYHBIX

XapPaKTCPUCTHUK IMTPOBOAAT KOJIMYCCTBCHHOC OMMPCACIICHUC aHAJIMTOB B AHAJIM3UPYEMOM paCTBOPC.
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12 O0paboTKa pe3yJbTAaTOB H3MePEeHMU I

Pesynbratel u3MepeHuit 00pabaTbiBalOTCS C  IMOMOIIBIO  MPOrPaMMHOTO  oOecreyeHus

Mmacc-crekTpomerpa (Hampumep, Analyst 1.6.2) u BbIIAlOTCS B BHE MAcCOBOM JIOJM aHAIU3UPYEMOIO

BCIICCTBA.
3a pe3ysibTaT U3MEpEeHH MPUHUMAIOT CpelHee apu(PMeTHUYecKOoe 3HAYCHHE PE3yNbTaTOB ABYX
- X, +X

napajuIeNIbHBIX OonpeaeieHnid X = 2| eCIIM BBINONHAETCS YCIOBUE MpHeMIeMocTH (2):

2|, - X,|-100 (@)
<r,
(4, + )

rae X1, X2 — pe3yabTaTsl NapauieIbHBIX OMPEICICHII MacCOBOM IO BEIIECTBA, MKI/KT,

I — 3HAUYEHHUE Tpeena moBTopsieMocTty, % (Tadbnuua 1).

Ecnu ycnoBue (2) He BBINONHSIETCA, MOJIYYAIOT €lIe JIBa PE3yJIbTaTa B MOJHOM COOTBETCTBHH C
JAaHHOW METOJIUKON H3MepeHuid. 3a pe3yiabTaT HM3MEPEHUH NPHHHMAIOT CpenHee apudMerndeckoe

SHAYCHUC PE3YIIbTATOB YCTBIPEX OHp@[[GJIeHI/If/'I, €CJIX BBIITOJJIHACTCA YCIIOBUC!

8+ (X e = X | -100 3
< 0,95
(X, + X, +X;+X,) ’

rac Xmax, Xmin — MakCHMaldbHOE€ M MHHHMAalIbHOE 3HAYEeHHsT W3 IMOJIYYCHHBIX YCTBIPEX

PE3YIbTATOB NAPAJUICIIBHBIX onpeneneHHﬁ MacCOBOM J0JIU aHaJInTa, MKF/KF;

CRO,95 — 3HaueHMe KpUTMYECKOrO Juamna3soHa i YpoBHS BeposiTHoctu P = 0,95 n

N — pe3yJbTaTOB ONPEIEICHUN.

CRygs = f(n)- 0,

mn=4

CRy g =360, (4)

TJIe Or — MoKa3aTelb MOBTOpsieMocTH, % (Tabmmma 1).

Ecnu ycnosue (3) He BBIIOTHSAETCS, BBISICHSIOT IPUYMHBI MPEBBIIIEHUS KPUTHYECKOTO Thana3oHa,

YCTPAHAKOT UX W IMOBTOPAIOT BBIIIOJIHCHUC HSMCpCHI/Iﬁ B COOTBCTCTBHHU C Tpe60BaHI/I$IMI/I METOJHUKHU

U3MEPECHUM.
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13 Odopmiienue pe3yJbTATOB H3MEPEHUMH

Pe3y.]'II>TaT I/ISMepeHI/Iﬁ B JOKYMCHTAaX, Np€AyCMaTpruBarOUX €ro MCIioJdb30BaHUC, IIPCACTAaBIAIOT

B BUJIE:
X, .+001- U, Ko , ipu P=0,95,

rge Kke — cpenHee apupMeTHUYECKOE 3HAYCHHE PE3YyJIbTaTOB N OMpEesIeHUH MaccoBOil J0iH

xJIopaM(pEeHHUKoNa, ISl KOTOPHIX BBIOMHSETCS ycinoBue (2) wiu (3), MKI/KT;
Up — 3HaueHNE OTHOCUTEIBHON PACIIMPEHHON HeonpeaeneHHocTH, % (Tadnuma 1);

B cnydae copepxanus xyiopaMmdeHukona B ornpeneiseMblx oOpasiax 0ojee BEpXHEro mnpeaena
KOJIMYECTBEHHOTO OIpe/ieleHnsl, BHOCUTCS 3amuchk: «bomee 100 Mkr/kr». B cmydae, comepikanus
xJIopaM(peHHKOIa B 00pa3iie MeHee HIKHETO Mpe/esia KOJIMYeCTBEHHOTO ONPeIeTICHH ST, BHOCHTCS 3aITHCh:

«menee 0,1 MKI/Kr».
14. TlpoBepka npueMJIeMOCTH Pe3yJIbTATOB U3MEPEHHUH, I0Jy4YeHHbIX B
YCJOBHSIX BHYTPHJIA00PATOPHOM NPEU3MOHHOCTH
14.1 PacxoxaeHue MexIy pe3ylbTaTaMH HW3MEpeHUH, MOJIYy4YeHHBIMH B OJIHOH nmabopartopuu B

YCIIOBUSIX ~ BHYTPWJIAOOpaTOPHOM  NPEUM3MOHHOCTH, HE  JOJDKHO  IpeBbIIIaTh  Ipefelna

BHYTpUI1a00paTOPHON NMPEeU3NOHHOCTH:

X1+ X2

X1- X,|<0,01R, — (5)

rae Xi1 u X2 — pe3ynbTarhl U3MEPEHU MaccoBO 10J1K XJIopaM(eHHKOoIIa, TOJIyYeHHbIE B OTHON

71abopaTopuu B YCIOBUSAX BHYTPUIA00OPaTOPHON MPELU3MOHHOCTH;

R, — mpenen BHyTpuiIabopaTOPHOI PEIM3NOHHOCTH, BRIPAKEHHBIN B OTHOCHTEIBHBIX SIIMHATIAX.

3HaueHus npejena BHyTpUiIabopaTopHOi Mpeln3nOHHOCTH TPUBEIEHBI B Ta0IuIIe 5.

14.2 TIpu BbImonmHeHHMH ycioBHs (5) mpuemseMbl o0a pe3ysibTaTa W3MEPEHUH, U B KadyecTBe

OKOHYATEJILHOTO MOKET OBITh MCIIOJIb30BAHO MX CpeaHee apI/I(bMCTI/IquKOC 3HA4YCHUC.
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Tabauna 5 - OTHOcUTENbHBIE 3HAUEHHS MPECNIOB BHYTPHIIAOOPATOPHOW MPEIM3MOHHOCTH IpH
JIOBepUTEINIbHOM BepositHocT P=0,95

[penen BHYTpHIaOOPATOPHOH MPEIU3HOHHOCTH
(momyckaemoe ISl IPUHATOM BEPOSTHOCTH
. P=0,95 pacxoxneHue Mexay AByMs
O6BeKT I[Hanai"(lH H3MEPCHUH pe3yJibTaTaMy aHaJIN3a, MOJTy4YCHHBIMU B
MACCOBO IOITH, MKI/KT YCIOBUSIX BHYTPHIA00paTOPHOU
npeuusnonnoctn), R, %

ot 0,1 1o 0,5 BKII. 36
Msico 1 MsICHBIE IPOTYKTHI,
MSICO TITHIIBI M TIPOAYKTHI U3

Msica MITHIBI, MOJIOKO H

! . cB. 0,5 no 1,0 Bxur. 30
MOJIOYHBIC TIPOIYKTBI, SHIIa,
SIMYHBIN MEJIaHXK, STMIHBIN

MOPOIIOK

P c. 1,0 10 100 Bicr. 25

ot 0,1 mo 0,5 Bk 44
Mgén, cyOonpoayKTHL, pbiOa,

MOPETIPOMYKTEL ¢cB. 0,5 mo 1,0 Bk 30

¢B. 1,0 1o 100 BxuL. o5

or 0,1 1o 0,5 BKIL. 23
KUKy ¥ KUIEeYHOe ChIpbe

p ¢B. 0,5 1o 1,0 BKIL 21

¢B. 1,0 1o 100 BxII. 14

15 KoHTpoJb KavyecTBa pe3y/ibTATOB H3MEPEHUH NPH pPeaTu3alul MeTOANKH

B JlabopaTopuu

KoHTpons kayecTBa pe3yabTaTOB H3MEPEHHMH MPH pealu3allid METOJUKH B JIaOOpaTOpUH
pekomenayercsi ocymectBiath mo ['OCT P HMCO 5725-6, ucmons3yss KOHTPOIb CTAOMIBHOCTH
CPEIHEKBaIPaTHIEeCKOro (CTaHAAPTHOTO) OTKIOHEeHUs moBTopsiemoctr 110 6.2.2 TOCT P UCO 5725-6 u
nokazarens npasuwibHocTH 1o 6.2.4 TOCT P UCO 5725-6. IlpoBepka cTaOMIBHOCTH MOMKET OBITh

OCYILIECTBIIEHA C IPUMEHEHUEM KOHTPOJIbHBIX KapT Illyxapra.

HepHOHHqHOCTB KOHTPOJIA CTa0MIBLHOCTHU PE3YIbTATOB BBIITOJIHACEMBIX I/I3MepeHI/Iﬁ

periiaMeHTHpYyIOT B PyKoBOICTBE 110 KauecTBY J1abopaTopumu.

PCKOMCH,Z[yCTCH YCTaHaBJINBATb KOHTpOJ’II/IpyeMHﬁ nepruona Tak, YTOOBI KOJUYECTBO PE3YyIbTATOB

KOHTPOJBHBIX n3MepeHuit 0110 ot 20 10 30.
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[Ipy HeynoOBIETBOPUTENbHBIX pE3yJbTaTax KOHTPOJISA, HANpUMeEp, IMpPHU MPEBBIIICHUH Mpenaesia
JNEUCTBUSL WA PETYISIPHOM TMPEBBIIICHUU Tpeesia MPeAylnpekICHHs, BBISICHIIOT MPUYUHBI ITHX

OTKJIOHEHH, B TOM YHUCJIC IPOBOIST CMEHY PEaKTUBOB, IIPOBEPSIOT pabOTy oneparopa.

IIpuioxkenue A

(uHpopmanuoHHOE)
bubauorpadus

[1] [Tucemo MunHKCTEpCTBA CEIBCKOTO X03stiicTBa Poccuiickoit @enepanuu ot 8 aBrycra 2012 roga
Ne ®C-EH-2/10267 «O06 ocymecTBiaeHnn oroopa mpod (00pas3IoB) OT MOJAKOHTPOIBHBIX TOBAPOB IS

MIPOBEICHUS JIAOOPATOPHBIX MCCIEAOBAHUN B UCTIBITATEIBHBIX LIEHTPAX (J1a00PATOPUSIX ).

[2] PMI" 76-2014 I'ocynapcTBeHHas cucTtemMa o0ecrieueHus: euHCTBa u3MepeHuid. BHyTpenHuit

KOHTPOJIb Ka4€CTBa PE3YJIbTATOB KOJMYCCTBCHHOTI'O XMMHUYCCKOT'O aHAJIM3a.

[3] P 50.2.003-2000 I'CH1 «BryTpeHHUI1 onepaTuBHbIN KOHTpOJb KadecTBa. [laker mporpamm

Qcontrol».
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