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Mpeaucnosue

Llenn, OCHOBHbIE MPUHLMMBI U OCHOBHOW NOPSAOK NpoBeAeHus paboT No MeXrocyaapCTBEHHOW CTaH-
Aaprtusauuu yctaHosneHsl B FTOCT 1.0—2015 «MexrocynapcreeHHas cuctema ctaHgapruaummu. OCHOBHbIE
nonoxeHusa» u MOCT 1.2—2015 «MexrocynapcreeHHas cucreMa ctaHgaprusauun. CTaHgapTbl Mexrocyaap-
CTBEHHbIE, NpaBuna u pekoMeHaaLmmn No MeXXrocyaapCTBEHHON cTaHaapTusauun. Npasuna paspaboTku, npu-
HATUS, OBHOBMNEHNUSA U OTMEHBI»

CBefeHus o ctaHpapTe

1 PASPABOTAH ®eaepanbHbiM rocyAapCTBEHHbIM GIOMKETHLIM yupexxaeHuem «Bcepoccuiickuit ro-
CyAapCTBEHHbIN LleHTp KayecTBa U CTaHAApPTU3aLMKM JIEKapCTBEHHbLIX CPEACTB AMNS XMBOTHLIX U KOPMOBY»
(PIBY «BMKW»)

2 BHECEH $eaepanbHbiM areHTCTBOM MO TEXHUYECKOMY PEryNUMpPOBaHUIO U METPONOrun

3 NMPUHAT MexrocyaapCTBEHHbIM COBETOM MO CTaHAapTM3auuun, METponorun n ceprudukaumm (npo-
TOKOM OT 25 oKkTAGPA 2016 r. Ne 92-1)

3a nNpuHATUE NPOronocoBanu:

KpaTkoe HavMeHoBaHue cTpaHel no MK Ko ctpaHbl no MK CokpaljeHHoe HauMeHoBaHue
(UCO 3166) 004—97 (UCO 3166) 004—97 HaLWOHANBHOro opraHa No cTaHaapTU3aLmu
ApmeHus AM MwunakoHoMUKK Pecny6nukn ApmeHus
Benapycb BY loccrangapt Pecnybnuku Benapycb
KasaxcTaH KZ loccrangapt Pecnybnukn KasaxcraH
Kuprusma KG KblpreisctaHgapt
Poccusa RU PoccraHaapt

4 Mpuka3om denepanLHOro areHTCTa N0 TEXHUYECKOMY PErynupoBaHUIO U METPONorMu ot 14 mapra
2017 r. Ne 139-cT mexrocyaapcTBeHHbl ctaHgapt MFOCT 33978—2016 BBeaeH B AEWCTBUE B Ka4yeCTBe Ha-
LUMoHansHoro ctaHgapra Poccuiickon ®eaepauum ¢ 1 aHeapsa 2018 .

5 BBEJJEH BIMEPBbIE

UHpopmayus 06 usMeHeHUsX K HacmosweMy cmaHdapmy nybnukyemcs 8 exeeo0HOM UHhopmayu-
OHHOM yKa3amene «HayuoHanbHble cmaHdapmbl», @ MeKcm U3MeHeHUl U MonpasoK — 8 EXeMECSIYHOM
UHGhOPMaYyUOHHOM yKka3amene «HayuoHanbHble cmaH0apmbi». B criyyae nepecmompa (3ameHbl) umnu om-
MeHbI Hacmosweeo cmaHdapma coomeememesytowee yeedomneHue 6ydem ornybrnuKkoeaHo 8 eXXeMECIYHOM
UHghopmMayUoHHOM ykasamene «HauyuoransHble cmaHOapmel». Coomeememsytowias uHgopmayus, yeedom-
NIEeHUE U MeKcmbl pasMelaromes makke e UHhopMayUuoHHOU cucmeme obweao nonb30eaHus — Ha o¢hu-
YuanbHom caiime ®edeparnibHO20 azeHmemea rno MexHU4YEeCKOMY peaynuposaHuro U Memposnoauu e cemu
UnmepHem (www.gost.ru)

© CraHgaptuHdopm, 2017

B Poccuiickoin degepaumm HaCTOAWMIA CTaHAAPT HE MOXET OblTb MOSTHOCTLIO MM YaCTUYHO BOCNPOUS3-
BEJEH, TUPQXXUPOBAH U PacnpoCTPaHeH B kKayecTBe odmumansHoro nsganus 6es paspelwernus degepanbHo-
ro areHTCTBa N0 TEXHUYECKOMY PErysiMpoBaHuIO U MeTPONorMn
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M E X T FTOCYAAPGCTBETHUHUBbB A CTAHQAAPT

NPOAYKTbI MULLEBLIE U KOMBUKOPMA

MeTopn onpeneneHus cogepXaHuA TMPEOCTaTUKOB C NOMOLLbIO
BbICOKO3(h (DeKTMBHOM XUAKOCTHOU XpomaTorpacpum
C Macc-CNeKTPOMeTPUYECKUM AeTEKTUPOBAHMEM

Food products and mixed feeds. Method for determination of thyreostats
by high performance liquid chromatography—mass spectrometry

Dara BBepenna — 2018—01—01

1 ObnacTb NpUMeHeHusi

HacToswmin cranaapT pacnpocTpaHsieTcsl Ha HernepepaboTaHHble NULLEBbLIE NPOAYKTbI — MACO (B TOM YMC-
ne MSCo NTuubl), cybnpoaykTbl (NeYeHb), KOMOMKOPMA, a TaKKe Ha MOYY JKMBOTHbLIX M yCTaHaBNMBAET METOA
BbICOKO3(h(DEKTUBHOM KMAKOCTHON XpomaTorpadum ¢ Macc-CnekTpoMeTpuyeckuM AeTeKTMpoBaHMeM (aanee —
B3XKX-MC/MC) ans onpeaeneHus coaepxaHusi TMpeOCTaTMKoB. JJuana3oH u3MepeHuin cogepkanuns 6-nponun-
2-Tnoypauuna, 6-meTun-2-Tuoypaumna, 2-Tuoypauuna, 6-peHun-2-tnoypauuna cocrasnsaet ot 2,0 4o 30,0 mkr/kr,
AWanasoH U3MepeHun cogepkanns 2-meprkantobeHsmmmaasona cocrasnset ot 0,4 4o 30,0 Mkr/kr.

2 HopmaTuBHbIE CCbINTKU

B HacTosilem ctaHaapTe MCnonb30BaHbl HOPMATUBHBIE CCISIKM HA CNEAYIOLLNE MEXTOCYAapCTBEHHbIE
CTaHAapThI:

FOCT 12.1.005—88 Cucrema ctaHgaptoB 6e3onacHoctu Tpyaa. ObLume CaHUTapHO-TUrMeHn4eckue
TpeboBaHua Kk BO3ayxy pabouen 30Hbl

FOCT 12.1.007—76 Cuctema craHgapTtoB 6esonacHocTu Tpyaa. BpeaHbie sewecrsa. Knaccudukauus
n o6wpme TpeboBaHusa G6e3onacHOCTH

FOCT 12.1.019—79 Cucrtema ctranaaptoB 6e3onacHocTu Tpyaa. dnektpobeszonacHocTb. Obume Tpebo-
BaHUs1 M HOMEHKNATypa BUJ0B 3aLMTbI

FOCT 12.2.085—2002 Cocyabl, paboraiowme nop aAaeneHuem. KnanaHel npeaoxpaHuTEnbHbLIE.
Tpe6oBaHua 6e3onacHoOCTU

FOCT OIML R 76-1—2011 [ocyaapcTBeHHas cucrema obecnevyeHns eauHCTBa U3mepenunii. Becol He-
aBTOMaTU4eCKOro aencreus. Yacte 1. MeTponormyeckue u TexHudeckme Tpebosanus. McnbiraHus

FOCT 1770—74 (NCO 1042—83, UCO 4788—380) lMocyna mepHasa naGopartopHas CTeKnsaHHas.
LUununapsbl, MeH3ypku, Konbbl, npobupku. ObLumue TeEXHMYecKkue ycnoBus

FOCT 2603—79 Peaktusbl. ALETOH. TeXHu4eckne ycrioBusa

FOCT 3118—77 PeakTtubl. Kucnora consiHasi. TexHuyeckne ycnosus

FOCT 4198—75 Peaktusbl. Kanuit ocOpHOKUCHbIN 0AHO3aMELLEHHbIN. TeXHUYEeCKue ycroBusi

FOCT 4328—77 Peaktuebl. Hatpusa rmapookuch. TexHu4eckue ycnosus

FOCT NCO 5725-6—2003 TO4HOCTb (MPaBUMBLHOCTL U NPELM3NOHHOCTL) METOAO0B U PEe3ynLTaToB U3-
Mepenuii. Yactb 6. Micnonb3oBaHne 3HaUYeHui TOMHOCTH Ha npakTuke™

* B Poccuiickoit Gegepauuu aeicteyer FOCT P 12.1.019—2009 «Cucrema ctaHfaptoB 6e3onacHocTu Tpyaa.
OnekrpobesonacHocTb. O6Lue TpeboBaHUA U HOMEHKNATypa BUA OB 3aLLUTLI».

** B Poccuiickoit degepauun aeicteyer FTOCT P NCO 5725-6—2002 «ToYHOCTb (NpaBUIIbHOCTb U NPELU3NOH-
HOCTb) METOAOB U pe3ynkTaToB U3MepeHuit. YacTb 6. Micnonb3oBaHue 3Ha4eHUn TOHHOCTU Ha MpaKTUKe».

U3pnaHue ocbuumansbHoe
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MOCT I1SO 6497—2014 Kopma. Ot60p npo6

FOCT 6709—72 Boaa auctunnupoBaHHas. TexHu4Yeckue ycnoBus

FOCT 6995—77 Peaktusbl. MeTaHon-a4. TexHu4eckue ycnoBusi

FMOCT 7269—2015 Msaco. Metoabl ot6opa 06pa3uoB U opraHonenTu4eckue MeToabl onpeaeneHus
CBEXECTU

FOCT 9968—86 MeTuneH xnopuCTbIit TEXHUYECKNIA. TeXHUYECKue ycnosmua

FOCT 22300—76 PeaktuBbl. ShuUpbl STUNOBLIN U GYTUNOBLIN YKCYCHON KUCNOTLI. TEXHUYECKUEe yCnoBus

MOCT 25336—82 MNocyaa u o6opyaoBaHue nabopatopHble CTekNnAHHbIE. Tunbl, OCHOBHLIE NapaMeTpbl
1 pasmepsbl

MOCT 29227—91 (MCO 835-1—81) Mocyaa naGopatopHas creknaHHas. MuneTku rpagyMpoBaHHbIE.
Yactb 1. O6ume TpeboBaHusn

MOCT 31467—2012 Msico ntuubl, cybnpoayktel U nonydabpukatel U3 Msaca ntuubl. Metogbl ot6opa
nNpo6 1 NOArOTOBKA UX K UCMbITAHUAM

MpuMeyvaHue — MNpu NONLIOBAHUA HACTOSLMM CTAHAAPTOM LienecoobpasHo NPOBEPUTL AEHCTBUE CCbINOY-
HBIX CTaHAApTOB B MH(POPMaLMOHHOM cUCTeMe OBLLEro Nonb3oBaHUA — Ha oduLnancHoM caiiTe defeparibHoro areHT-
CTBa N0 TEXHUYECKOMY PETYNIUPOBAHUIO U METPOSIOTUM B CETU UHTEPHET UK NO eXErogHOMY UHEOPMaLIMOHHOMY yKa3sa-
Tento «HaunoHanbHble CTaHAapTLI», KOTOPLIA ONYBIMKOBaH MO COCTOSHMIO HA 1 SHBAPS TeKyLUero rofa, U no Bhifyckam
€XeMeCAYHOro MHOPMaLMOHHOrO yKasaTens «HayuoHarnbHble cTaHaapTbi» 3a TeKyLWii rof. ECnu cebinoyHblil cTaHaapT
3aMeHeH (M3MeHeH), TO NPWU NONb30BaHWN HACTOALMM CTaHAapPTOM CreayeT PyKOBOACTBOBATLCS 3aMEHSIIOLMM (M3MEHEH-
HbIM) CTaHAapTOM. ECrin ccbinouHbIi CTaHAapT OTMEHEH 6e3 3aMeHbl, TO NOMIOXKEHWe, B KOTOPOM JlaHa CChiSka Ha Hero,
NPUMEHSAETCA B YACTU, HE 3aTparMBaroLLen 3Ty CChIMKY.

3 CywHOCTb MeTOAa

MeTtog OCHOBaH Ha 3KCTpaKuuu TMPEOCTaTUKOB M3 aHanu3upyemol npodbl, AepuBaTU3aLUN U OYUCT-
KM MeToaom TBepAaodha3HOM 3IKCTpaKuuu, C NOCMNEAYIOLMM UX KONMUYECTBEHHLIM ONpPeAEneHUuEM METOAO0M
B3I>XX-MC/MC B pexxuMme MOHUTOPUHIa MHOXECTBEHHbIX peakuui (MRM). KonuuecrBeHHoe onpeaeneHve
TUPEOCTATUKOB NPOBOAAT METOAOM BHYTPEHHErO cTaHaapra.

4 Tpe6oBaHus 6€30NaCHOCTU U YCNIOBUSA BbINOSIHEHUA U3MEPEeHU

4.1 MpumeHsiemble B pabote peakTUBbl OTHOCATCA K BewecrtsaMm 1-ro u 2-ro knacca onacHoctu no
FOCT 12.1.007, npu pabote ¢ HUMKU Heobxoaumo cobniogaTe TpeboBaHus 6e30NacHOCTH, YCTAHOBMEHHbIE
Ansa paboT ¢ TOKCMYHbIMU, €4KMMU U NEerkoBoCnnameHsowmmMuca sewecrsammn no MNOCT 12.1.005.

4.2 MomeLLeHus, B KOTOPbIX NPOBOAAT aHanm3 U NOAroTOBKY Npo6, AOMKHbI ObiTb 060PYAOBaHbLI NPU-
TOYHO-BbITSXXHON BEHTUNALMEN.

4.3 MNpurotoeneHne rpagyupoBOYHbIX PaCTBOPOB NPOBOAAT B BbITAXHOM LUKady.

4.4 Tpu BbINOMHEHUN U3MEPEHMIA C UCMNONb30BAHMEM XUAKOCTHOrO Xpomarorpada cobniogalor npasu-
na no anektpobesonacHocty no FOCT 12.1.019 n npasuna 6e3onacHoO akcnnyarayum cocyaos, paboTaowmx
noa aasnednem no NOCT 12.2.085.

4.5 K BbINonHeHuio usMmepeHuin metogom BIXKX-MC/MC ponyckatotcs nuua, srnagetowme TEXHUKON
BOXXX-MC/MC 1 nsy4mLUME MHCTPYKLUMK MO SKCNyaTauuu NpuMeHsemMon annaparypsi.

4.6 Tpu BbINOMHEHUN U3MEPEHUI coBnoaaloT cneayoLwme ycrnoBus:

- TeMneparypa OKpy>aioLLero Bo3ayxa ......... ...0T 20 °C o 30 °C;

- aTMOCMEPHOE AABNEHUE ........ovvveereeaarenees ....0T 84 go 106 kMa;

- HANPsHKEHME B NMUTAIOLLEN SMEeKTPOCeTH .01 200 po 240 B;

- YACTOTA NMEPEMEHHOTO TOKA ... .uuuueerieeeratieieteaaeeas ettt eees e st bae e e e e e s e st e e eeeeeesaerneeees oT 49 no 51 Iy,

- OTHOCUTENBHAS BITAXKHOCTD BOSMYX@ c.ceeevevirieeereeueneuenesisinsnenenenssnsessesssa e s s e e e e ans ot 40 % p0 80 %.

5 CpencrtBa usmepeHui, annaparypa, Marepuarnbsl, nocyaa U peakTusbl

5.1 [Ina onpeaeneHWs coaepxaHus TUPEOCTaTUKOB MPUMEHSIOT CREAYIOLME CPeacTBa U3MEPEHWA,
annaparypy, nocyay u marepuansl;

- BECbl HEABTOMATUYECKOrO AEMCTBMA BbICOKOTO knacca TouHoctn no MOCT OIML R 76-1 ¢ npegenamu
Jlonyckaemon norpeLuHocTu He 6onee £ 0,001 r;

- BECbl MUKpOAHaNUTUYECKME YTBEPXKAEHHOro Tuna, BbiCOKOro (ll) kmacca TOYHOCTM, MOBEPEHHbIE B
YCTaHOBMEHHOM Nopsake ¢ npeaenaMmu gonyckaemoi abconoTHOW norpelHocT He Gonee £ 0,02 mr;
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- Macc-CnekTPoOMEeTp C KBaApyrnombHbIM aHannM3aTopom ¢ AnanasoHoM uamepeHui ot 50 go 500 atom-
HbIX €AMHKL Macchl (a. . M.), MacCoBbIM paspeLueHnem He MeHee 1,0 a. e. M. Ha NOnyBbLICOTE MUKa, TOY-
HOCTbIO U3MEPEHUA Macckl He MeHee 0,5 a. e. M., C PEXXMMOM MONy4eHUs U aHanusa parmMeHTHbIX MOHOB
(pexxum MC/MC);

- CUCTEMY BbICOKOIMMEKTUBHYIO XMAKOCTHYIO XpOMAaTorpaduyeckyto, COCToSALLYI0 M3 BUHapHOro Hacoca
CO CMECUTENEM, CUCTEMbI (OMNBTPOBAHUA W Aerazaumm NoaBMXHbIX (a3, TepMocTara xpomarorpacdmyeckoi
KONOHKU, oBGecneynBaroLLero Temneparypy Harpeea o (50 £ 1) °C;

- pH-MeTp unu yHusepcanbHbIi IOHOMEP AMAMNa3soHOM U3MepeHus oT 4 1o 9 ea. pH € NOrpeLHOCTbIO
namepenus = 0,05 ea. pH;

- 6aHI0 yNLTPa3BYKOBYIO C paboyelt 4acToToii He MeHee 20 M n 06bemom He MeHee 1 AmMS;

- BCTpAxuBarenb (Leiikep) BUOpaunoHHbIi 4N NpoGupok opbuTanbHOro Tuna ABMXEHUS C aMnMTya0N
BCTPsAIXMBaHUA 3 MM U guanaszoHomM ckopocTer ot 150 go 2000 06/MuH;

- U3MENLYUTENb-TOMOreHU3aTop NabopaToOPHbIN MOrPYXKHON;

- KaMepy nabopaTopHy0 MOPO3UIbHYIO C LIMPPOBLIM KOHTPOMNNEPOM TemnepaTtypbl U pabouum auana-
30HOM TeMnepartyp oT MuHyc 15 °C go MuHyc 25 °C;

- KONOHKY XpomMarorpadudeckyto anvHoii 150 mm u gnametpom 2,1 MM ¢ obpaLLeHHo-da3HbIM copOeH-
Tom C18, n anametpom yactuu copGeHta He Bonee 5,0 MKkM;

- KOMMbIOTEP C YCTAHOBMEHHbLIM NPOrpaMmHbIM oBecnevyeHnem AnsA ynpassieHus Macc-CnekTpoOMETpoM
1 06paboTku pesynsTaToB U3MEPEHUIA, aTTECTOBaAHHbIM B YCTAHOBMEHHOM MOPSAAKE;

- MOZYMb TEPMOCTAaTUPYEMbII HarpeBaTenbHbIA C CUCTEMOW OTAYBKU PACTBOPUTENEN UHEPTHBLIM Fa30M U
MaKkcuMarbHON TEMNEpPaTypor TepMocTaTupoBaHus He meHee 50 °C;

- CUCTEMY NONyYEHUs] OAEVOHM3NPOBAHHOW BOAbI BbICOKOW YUCTOTbl C yAEeNbHbIM COMPOTUBMEHUEM
18 MOm-cwm;

- YCTPOWCTBO BakyyMHOE AN TBepA0Ma3HON SKCTPaKLUmK;

- XONOAUNBHUK GbITOBOI C MOPO3UIBHON KaMepon, uMdPOBLIM KOHTPONNEPOM TEMNEPATYPbI U pabovnm
AvanasoHom Temneparyp ot 2 °C go 8 °C;

- LeHTpudyry nabopaTtopHyto pedpuikepaTopHylo ¢ LEHTPOOEXHbIM YCKOpeHneM He MeHee 3500 g u
AunanasoHom Temneparyp ot 4 °C ao 20 °C;

- LWKad) CyLUMIbHBIA C MakcuManbHOW TemnepaTypou Harpesa He meHee 110 °C U NOrpeLwwHoCTbIO Noa-
AepxaHusa 3agaHHon TeMmneparypsbl He 6onee 5 °C;

- KapPTPUAXM AN TBepAoda3HO 3KCTPAKLIMM BMECTUMOCTLIO HE MeHee 12 cM3, 3anonHeHHble 0,5 1 cu-
nukarens ¢ auameTpom yacrtuy ot 15 go 100 Mkm;

- Npo0bl, HE coaepXaLLme TMPEOCTaTUKOB, NOATOTOBNIEHHLIE U NPOAHANN3UPOBAaHHbIE paHee B COOTBET-
CTBUM C TPeBOBAHMAMM Pa3AENos 7 1 8, B 3aBMCMMOCTY OT TMMA UCCNEAYEMOI MAaTPULIbI («HUCTbIE» NPOBLI)';

- BManbl ((hNaKOHbI) CTEKNMSHHLIE BMECTUMOCTLIO 2 CM® C 3aBUHUMBAIOLLIMMUCA KPbILLKAMW 1 TeNOHO-
BbIMU NPOKIaAKaMu;

- BUanbl UMW NPOGUPKM MONUIPONMNEHOBbIE BMECTUMOCTBIO 15 1 50 GM3 ¢ 3aBUHUMBAIOLLMMUCA KPbILLKAMM;

- Konbbl 2-10-1 ¢ npuwnudoBaHHbIMM Npobkamu no MOCT 1770;

- kon6bl 1-100(1000)-2 no MOCT 1770;

- Konb6bl koHn4eckue KH-1-250(500, 1000)-29/32 TC no NOCT 25336,

- nunetkun 2-2-1-5(10, 25) no MOCT 29227,

- MMNETKN OAHOKAHAarNbHbIE NEpPEeMEeHHOoI BMecTumocTn 20—200 mm3 ¢ npeaenoMm AonyckaemMoro OTHO-
CUTENBHOIO OTKIMOHEHMS cpeaHeapudPMETUYecKoro 3HaueHus (pakTu4eckoro oobema A03bl OT HOMUHASBLHOTO
He Bonee £ 1,5 %;

- MMNETKN OAHOKaHanbHbIe NepemMeHHoi BMectumoctn 100—1000 mme ¢ npeaenom Aonyckaemoro ot-
HOCUTENBLHOTO OTKIOHEHUS cpeaHeapudMETUYECKOTrO 3HaYeHUs hakTM4eckoro obbema A03bl OT HOMUHATb-
Horo He 6onee £ 1 %;

- yunuHaps 1-50(100, 1000)-1 no MOCT 1770.

5.2 Ipu onpeaeneHnn cogepXxaHns TUPEOCTaTUKOB NPUMEHSAIOT Crieayioume peakTuBhbl:

- 3-noabeHsunbpomua, 4. a. a.;

- auetoH no NOCT 2603;

- BOAY AE€UOHU3UPOBAHHYIO AnA BIXKX, nony4eHHyo ¢ UCnoNb30BaHUEM CUCTEMbI NPOM3BOACTBA Yib-
TPa4UCTON BOAbI M3 AUCTUNNMPOBAHHON BOALI No MOCT 6709;

- anxnopmetad no NOCT 9968, x. u.;

- kanusa gurnapococdar no NOCT 4198, 4. 4. a,;

* CpoK XpaHeHusi «4ncTbIX» Npob npu Temnepatype oT MUHyc 15 °C fo MuHyc 25 °C — He Bonee Tpex MecsLEB.
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- KucnoTy consivyto no MOCT 3118, x. u.;

- metaHon no MOCT 6995, x. u.;

- HaTpus rmgpokeug no FOCT 4328, 4. 4. a.;

- HaTpus rmgpocdpoccpar guruapar, 4. 4. a.;

- H-TEKCaH, X. 4.;

- atunayerart no FOCT 22300, 4. A. a.;

- 3pUp AMSTUNOBBLINA, X. Y.

5.3 Mpu onpegeneHnn coaepKaHna TUPEOCTAaTUKOB B Ka4eCcTBe 00pasLIOB CPaBHEHUS NPUMEHSIOT CO-
eJWHEHUA C MaccoBOMN AONEN OCHOBHOIO BeLlecTsa He MeHee 98,0 %.

5.3.1 Ans npuroToBnNEHNA UCXOAHbIX pacTBOPOB:

- 2-MmepkanTo6eH3nmnaason;

- 2-Toypauun;

- 6-MeTun-2-Tnoypauun;

- 6-nponun-2-Tuoypauun,

- 6-peHun-2-Tuoypawun.

5.3.2 ins npuroToBneHnA MCXOAHOro pacTBOpa BHYTPEHHEro ctaHjapra:

- 5,6-gumeTunn-2-Tuoypauun.

5.4 [lonyckaeTcsA NpMMEHeHWe Apyrux cpeacTB M3MEPEHUin U NOCyAbl, He YCTYNaLLuX BblLueyKa3aHHbIM
MO METPONOrMYECKUM U TEXHUYECKUM XapakTepucTukam u obecnedmeatoluMm Heobxoanmyo TOYHOCTb U3Me-
peHus, a Takke annapartypbl, peakTUBOB MU MaTepuanos N0 KAYECTBY HE XyXe BbILLEYKa3aHHbIX.

6 NMoaroroBKa K NPOBeASHUIO U3MEpPEeHUN

6.1 NoaroroBka naéopaTopHON NOCYAbl U PEAKTUBOB

6.1.1 MoKy 1 CyLUKy Mocyabl MPOBOAAT B OTAENbHOM NOMELLEeHUM, 060pya0BaAHHOM NPUTOYHO-BbITS-
HOW BeHTUNsAuuen. Ana cywku nabopatopHoi nocyabl U NOATOTOBKA PEaKTMBOB HEOOX0AWMO MCNONb30BaTb
OTAEmNbHbIE CYLUMIbHBIE LLUKadbl.

6.1.2 CTeknaHHYI0 nocyay NoABEpPraloT CTaHAAPTHOW NpoLeaype 04McTkM nabopaTopHOl nocyabl ¢ no-
crneayloLLen nocneaoBarenbHOi NPOMbIBKOM OPraHMYeCKUMU pacTBOPUTENSIMU: STUNALIETATOM (OAHOKPATHO),
aLeTOHOM (aBaxkabl).

6.1.3 Mpoueaypy NPOMbLIBKU OPraHU4ECKMMU PaCTBOPUTENSMU CReAYeT NPOBOAUTL B BbITSDKHOM LUKady.
PekomeHayeTcA Ha CTaausX NPOMbIBKM UCNOMb30BaTh YNbLTPa3BYKOBYIO 0aHI0. OKOHYATENbHYIO CYLUKY NOCYyAbl
NPOBOAAT B CYLUMNLHOM LiKady, YCTAHOBIIEHHOM B BbITSXKHOM LuKady, npu temneparype ot 105 °C go 110 °C.

6.1.4 Kaxxayio HOBYIO NapTUI0 PeaKTUBOB MPOBEPSIOT HA OTCYTCTBME KOHTAMUHALMKM aHANMU3UPyeMbIMU
COEAUHEeHUAMU NYTEM NPOBEAEHUSA XONOCTOro ONbITA B COOTBETCTBUU C NMPOLIEAYPON aHanu3a.

6.2 MpuroroeneHue pacTBopoB

6.2.1 Npuroroenenue pacTBopa METAHON — AEUOHU3MPOBaAHHAA BOAA B 06 beMHOM
cooTHoweHuu 2:1

B KOHMYECKYIO Konby BMECTUMOCTBIO 250 cm3 BHOCAT 100 cm3 meTaHona u 50 cM® AenoHU3NPOBaHHON
BOAbI, NEPEMELLUBAIOT.

CpoOK XpaHeHUs pacTBopa npu KOMHaTHOI TeMmnepaTtype — He bornee Tpex MecsALEeB.

6.2.2 MpuroToBneHne pacTBOpa MeTaHOMN — ASUOHU3UPOBAHHAA BOAA B 06 beMHOM
cooTHoweHuu 4:1

B KOHMYECKYIO Konby BMECTUMOCTBIO 250 cm3 BHOCAT 200 cm3 meTaHona u 50 cm3 enoHN3NpPOBaHHON
BOAbI, NEPEMELLUBAIOT.

CpoOK xpaHeHUs pacTBopa nNpu KOMHATHOW TeMnepaType — He bonee Tpex MecsALEes.

6.2.3 MNpurotoBneHune pacTeopa HaTpua rmapodocdarta MONAPHOIA KOHLEHTpauuu 0,2 Monb/am3

B mepHyto konby BmectumocTbio 1000 cm3 BHOCAT 35,6 © HaTpus rugpodpocdaTt Auruapara, 4OBOAST
06bem 10 METKU AEUOHU3MPOBAHHOI BOAOMN.

Cpok XpaHeHus1 pacTBopa npu KOMHaTHOI TeMnepaType — He Boriee 04HOroO Mecsua.

6.2.4 MpuUroToBneHne pacTBopa kanus aurnapodocdara MonsapHOIl KOHUEHTpauum 0,2 Monb/gm®

B mepHyto konBy BMecTuMOCTbio 1000 cM3 BHOCAT 27,2 1 kanusa aurugpococdara, AOBOAAT 06beM A0
METKN EeNOHU3UPOBAHHON BOAOW.

CpoK XpaHeHuss pacTsopa npu KOMHaTHOI TemnepaType — He 6onee ogHOro mecsaua.
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6.2.5 MpuroroBnenune cocatHoro 6ydpepHoro pacteopa ¢ pH 8,0 ea. pH

B KOHMuecKoii konbe BMecTuMOocTbIo 1000 cm3 cmewmBaiot 945 cm® pacteopa ruapodocdara HaTpus
(cm. 8.2.3) u 55 cm? pactBopa guruapodocdata kanua (oM. 6.2.4). UsmepstoT pH, ycTaHaBAMBAIOT €ro 3Ha-
yeHue o (8,0 £ 0,1) en. pH pactsopom rmapokcuaa HaTpusi (cM. 6.2.9) unu pacTBOPOM COMSIHOW KUCHOTbI
(cm. 6.2.10).

CpOK XpaHeHus pacTBopa npu KOMHaTHOM Temnepatype — He 6onee ogHOro MecAua.

6.2.6 MpurotoBnenue pacTeopa 3-1oa6eH3UNGPOMMAA MacCOBON KOHLIEHTpaumei 5 Mricm®

B MepHy!o konBy BMecTUMOCTbio 10 cm3 BHOCST 50,0 Mr 3-iioa6eH3un6pomuaa, AOBOAAT 06beM pacTBo-
pa METaHONoOM O BEPXHEN METKM Ha Konbe.

Cpok xpaHeHus pactsopa npu Temneparype ot 2 °C go 8 °C — He 6onee 0aHUX CYTOK.

6.2.7 MpuroToBneHve pacTBopa AUXJIOPMETaH — reKCaH B 06 beMHOM COOTHOWEeHun 1:3

B KoHMueckyto konby BMecTuMocTbio 500 cm3 BHocaT 100 cm3 auxnopmetana u 300 cm3 rekcana, nepe-
MELLMBAIOT.

CpoOK XpaHeHUs pacTBopa npu KOMHaTHON TemnepaType — He Bonee Tpex Mecsaues.

6.2.8 MpurotoBneHne pacTBOpa 3TUIALETAT — reKCaH B 06 beMHOM COOTHOWEHUn 2:3

B KOHWYECKYIO konby BMECTMMOCTBIO 500 cm3 BHocAT 200 cm3 sTunauetata u 300 cm3 rekcana, nepe-
MELLUMBAIOT.

CpoOK XpaHeHUs pacTBopa Npu KOMHaTHON TemnepaTtype — He 6onee Tpex Mecaues.

6.2.9 MpuroToBneHMe pacTBOPa HaTPUA MMAPOKCHAA C KOHLIEHTpaumei 1 Monb/am3

B MepHyto konby BMecTUMOCTbIo 100 cm3 BHocaT 90 cM® AlenoHu3MpoBaHHol Boabl U 4,0 T rapokcuaa
HaTpus, NepemMeLUMBaloT, mocne Yyero o6bLeM B konbe AOBOASAT A0 METKU AEUOHU3UPOBAHHOMN BOAOW.

CpoOK XpaHeHus1 pacTBopa npu KOMHaTHON TemnepaType — He Bonee Tpex Mecaues.

6.2.10 MpuroToBneHue pacTeopa CONSIHOI KNCNOTLI C KOHLIEHTpauueit 1 monb/amd

B mepHyto konby BMecTUMocTbio 100 cm3 BHOCAT 90 M3 1€MOHU3MPOBAHHOI BOALI U C NOMOLLBIO MK-
NETOYHOro A03aTopa A06aBNAT 8,6 CM3 KOHLEHTPUMPOBAHHOI CONSIHON KMCAOTBLI, NOCNEe Yero 06LeM B konbe
[OBOJAT A0 METKU AENOHU3UPOBAHHON BOJON U NEPEMELLMBAIOT.

CpoK XpaHeHUs pacTBopa Npu KOMHaTHON TemMnepaTtype — He 6onee Tpex Mecaues.

6.3 MpurotoBrneHue rpagyMpoBOYHbIX PACTBOPOB

6.3.1 MpuroToBneHne NCXOAHbIX CTAHAAPTHbIX PACTBOPOB TUPEOCTATUKOB MACCOBbIMUN
KOHUeHTpauusimn 1000 mkr/cm3 (pacTBopbI Cp)

[oTOBAT MHAMBUAYANbHBIE UCXOAHLIE CTAHAAPTHbLIE PACTBOPbI KAXKAOI0 TUPEOCTaTUKa KOHLEHTPaUUAMN
Cop. paBHbiMK 1000 MKI/CMS KaXKabIi.

[na npuroToBneHUs MCXOAHOro CTAHAAPTHONO PacTBOpPA j-ro TUPEOCTaTUKA B OTAENbHYIO MEepHYIO Konby
BMECTUMOCTbIO 10 cM3 NOMELLAIT PaCCUNTAHHYIO MacCy COOTBETCTBYIOLLETO XUMUYECKOTO BELLECTBA, 3KBU-
BaneHTHyl0 10 M YUCTOro TUPEOCTATMKA, BIBELLEHHYIO C TOUHOCTLIO A0 0,1 Mr. [loBaensior 8 cm® pacTeopa
MeTaHon — JenoHn3npoBaHHasa soda (cM. 6.2.1) n nomeLlaloT B ynbTpasBykoByk 6aHio Ha 10 MWH, 3aTem
A0BOAAT 0GbeM NOMYYEHHOTo pacTeopa npu Temnepatype (20 + 2) °C g0 10 cm3 9TUM ke pacTBOpUTENeM Mo
MeTKe Ha konbe.

Maccey j-ro xuM1M4ecKoro BeLLecTBa SKBMBaNeHTHylo 10 Mr /-ro TMpeocTaTuka paccuMUTbIBaOT NO hopmyre

100
m;=C-V.—-0,001, @)
'Di
rne C — KOHLEHTpaLMs CTaHAapTHOro pacTBopa, MKr/cMS;
14 — 06beM MUCXOLHOTO CTaHAAaPTHOrO PacTBopa, CMS;
P; — MaccoBas A4ons i-ro TupeocTaTtuka B XMMMYeCKOM BeLLecTBe, %;

0,001 — ko9hhULUMEHT nepecyeTa MacCbl U3 MK B M.

CpoK xpaHeHusi pacTBOPOB Npu Temnepartype ot MuHyc 15 °C go muHyc 25 °C — He Gonee 0gHoOro roga.

Mepen npuMeHeHWeM pacTBOpPbLI BbIAEPXKUBAKOT NPU KOMHATHOW TeMNepaType B TEMHOM MECTE He Me-
Hee 30 MUH.

6.3.2 NpuroroBneHune pabounx cTaHAAPTHLIX PaCTBOPOB TUPEOCTATUKOB MacCOBbIMMU
KOHLIeHTpauusaMu 2 Mkr/cm3 (pacTBop C,)n 0,04 mkr/cm?® (pacTeop C,)

PaGoune craHgapTHble pacTBopsl Cq, C, roTOBAT B MEPHbIX konbax BMecTUMOCTbIO 10 cm® cornacHo
PUCYHKY 1.
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Pa6ounin pactsop C; C MaccoBoii KOHLeHTpaLmeit Pa6ounin pacteop C, ¢ maccoBoii KOHueHTgauueﬁ
K&XXJoro TupeocTaTvka 2 Mkr/cm Kepkgoro Tupeocrartuka 0,04 mkr/cm
BepyT no 0,2 om® kaxgoro pacteopa G, no 6.3.1 Bepyt 0,2 o’ pacteopa C,

! v

[oBOAAT A0 METKU pacTBOPOM MeTaHomNa — AeMOHN3NPOBaHHan Boaa (CM. 6.2.1), 3akpbiBaloT npobkamu,
nepemeLuMBaloT

!

MomeLualoT B ynbTpassykoBylo 6aHio Ha 1 MUH J

PucyHok 1 — MpurotoBneHune pabouunx pacteopos C1, C2

Pactsop C, xpaHAT npu Temneparype ot MuHyc 15 °C Ao MuHyc 25 °C — He 6onee 0gHOro roaa.

Mepea npumeHeHnem pacteop C,; BblAEPKMBAIOT MPU KOMHATHOW Temnepatype B TEMHOM MeCTe He
MeHee 30 MUH.

PactBop C, xpaHAT npu Temneparype ot 2 °C 4o 8 °C B Te4eHue OfHUX CYTOK.

6.3.3 MpuroroBneHne UCXOQHOro pacTBOpa BHYTPEHHEro CTaHgapTa TUPeoCTaTUKOB MacCOBOW
KOHLIeHTpaLuei 200 Mkr/cm® (pacTBop Dy)

B mepHyto konby BMECTUMOCTbIO 10 cM3 BHOCAT paccunTtanHyio no dopmyne (1) mMaccy 5,6-aumeTun-
2-Tnoypauuna SKBUBarIEHTHYIO 2 MI OCHOBHOIO BELLECTBA, B3BELLEHHYIO C TOYHOCTLIO A0 0,1 Mr. [JoGaensioT
8 cM pacTBopa MeTaHoNn — AeNOoHM3NPOBaHHas Boaa (CM. 6.2.1) U MOMELLAIOT B YNLTPa3BYKOBYIO BaHIO Ha
O4HY MUHYTY, 3aTeM A0BOAAT 0ObeM NONy4YeHHOro pacTeopa npu temneparype (20 £ 2) °C 3TUM e pacTBo-
putenem go 10 cM® o mMeTke Ha Konbe.

PacTtBop xpaHaT npu Temnepartype ot MuHYC 15 °C go munyc 25 °C. Cpok rogHOCTU — He 6onee 0gHOoro
roga.

Mepea npumeHeHnem pactBop Dy BbIAEPXWBAIOT NPU KOMHATHOW TEMNEpaType B TEMHOM MECTe He
MeHee 30 MUH.

6.3.4 MpurotoBneHue padoyero pacTBopa BHYTPEHHErO CTaHAAPTa TUPEOCTATUKOB MacCOBOM
KOHUeHTpauueit 1 Mkr/cm® (pacTeBop D,)

Ans npuroToenexHns patoyero pactsopa D, B MEPHYIO KONGY BMECTUMOCTbLIO 10 cm3 nepexocsT 0,05 cm®
pacrsopa Dy, AOBOAAT A0 METKW pacTBOPOM METaHON — AEMOHU3MPoBaHHaA Boaa (cm. 6.2.1), sakpbiBalot
nNpoBKON U NepeMeLLMBaloT.

PacTtBop xpaHsT npu Temnepatype oT MuHYC 15 °C 1o MuHyc 25 °C. Cpok rogHOCTU — He Bonee wectu
MECSALEB.

Mepea npumeHeHnem pacTeop D, BbIAEPXKMBAIOT NPU KOMHATHON TEMMNepaType B TEMHOM MeCTe He
MeHee 30 MUH.

6.3.5 MNpuroToeneHne MaTpMYHLIX rPaayMpPOBOYHLIX PACTBOPOB TUPEOCTATUKOB (PacTBOpPbI Gy,
G,, G3 1 Gy)

MatpuuHble rpasyupoBOYHbIE PacTBOpsl G; — G4 FOTOBAT B BUAnax Unu nponuneHoBbIX Npodupkax
BMECTUMOCTbIO 50 cM3 13 «umncThix» Npo6 Maccoi 2,00 T, B KOTOPbIE BHOCAT PaCTBOP BHYTPEHHErO CTaHaapTa
D, v paboune pacTBopbl onpeaensembix Tupeocratukos C,, C, B COOTBETCTBUM C Tabnuuen 1.

Tabnunya 1—lNpurotoBneHne MaTpUHLIX rPaayMpPOBOYHLIX pacTBopoB Gy — G,

O603HayeHne U MaccoBasn KOHUEeHTpauua npurotosnAaemMoro BHocumblil 0GbeM paﬁoqem pacTteopa, CM3
MaTpPUYHOTO rPajynpoBOYHOro pacTeopa c c, D,
G, (60,0 Hr/cm®) 0,03 — 0,04
G, (16,0 Hr/cm3) — 0,40 0,04
G5 (4,0 Hricm®) — 0,10 0,04
G4 (0,8 Hricm®) — 0,02 0,04

Buanbl (npo6Gupku) BCTPSXMBAIOT B LUEWKEPE B TEYEHUE OAHON MUHYTbLI U NMPOBOAAT AanbHenLWwyo 06-
pa6oTky npo6 cornacHo pasaeny 7.
Cpok xpaHeHus pacteopos G, — G, npu Temneparype oT 2 °C a0 8 °C He Gonee 24 u.
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7 OT60p M nogroroBka Npod

7.1 OT60p Npod

7.1.1 OT60p Npob mAca, nedeHn — no FOCT 7269.

7.1.2 OT160p Npo6 mAca NTuubl, neyeHn — no NOCT 31467.

7.1.3 O6bem oTBupaemMbix NPo6 MOUM JOIHKEH BbiTh HE MeHee 40 cmS.

7.1.4 O160p Npo6 kombukopmor — no FOCT ISO 6497.

7.1.5 Mpo6bl, oTOGpaHHbIE N0 7.1.1 1 7.1.2, NP1 OTCYTCTBUU BO3MOXXHOCTM MPOBEAEHUS aHanu3a B 1eHb
oTbopa 3aMopa)kuBatoT U XpaHAT Npu TemnepaTtype MUMHyC 25 °C 40 NpoBeAeHUs UCMbITaHUS, HO He Bonee
90 cyT.

7.2 MoaroTtoBKa Nnpoo6

MbILLEYHYIO TKaHb NpeABapUTENLHO OYULLAIOT OT rpyboin CoeauHUTENBHOM TKaHu. OBpaboTky aHanuau-
pyemon npo6bl NPOBOAST B COOTBETCTBUM C PUCYHKOM 2.

| Baeewmwusatot 2,00 r aHanuaupyemoi npoGbl B BUane Unuv nonmnponuieHoBoi Npobupke BMeCTUMOCTbIO 50 oM —|
L]
‘ BHocsT 0,04 o’ pabodero pacTsopa BHyTpeHHero ctaHaapta Dy (cm. 6.3.4) U nepeMeLLMBaloT B LWEAKepe B Te4OHUe 1 MUH |

L]
Mpunueaiot 8 o’ MeTaHona, rOMOreHU3UpyoT NPoBy U3MEenbYUTENEeM, 3aKpLIBAIOT KPLILLIKOW
1 nomewwarT ee Ha 10 MVH B LLUGWAKepP ANA IKCTAKLUK
L]
LieHTpudpyrupytot npu 3500 g B TeueHue 20 MuH npu Temneparype 4 °C

L]

MepeHocsT aKCTpaT B BUany vy nonumepHylo npobupKy BMECTUMOCTbIO 15 cM> n ynapmsaiot go 1-2 CM3
Ha cMCTeMe ynapvMBaHus pacTBOpUTENei B TOKe asoTa npu Temneparype He 6onee 50 °C
y
K nonyyeHHOMY ynapeHHOMY 3KCTPaKTy NpunvsaioT 5 cm® docdarHoro GychepHoro pacreopa (cm. 6.2.5),
0,1 om® pacteopa 3-ioabeHsunbpomuaa (cm. 6.2.6), nepemeLunsaloT B Welikepe B TedeHne 1 muH °C
W NOMELLAIOT Ha HarpesaTenbHbIn Moaynb Npu Temneparype 40 °CHa 14

Mocne pepuBaTU3aumm Npody OXxnaXkaaloT A0 KOMHATHOW TeMneparypbl, usmepsior pH
W AOBOAAT ero 3HauyeHue Ao (2,5 £ 0,5) ea. pH ¢ NOMOWbIO KOHLIEHTPUPOBAHHON CONAHON KUCNOTbI

L]

| Mpunusaiot 8 em® AUSTUNOBOTO 3hupa n nepemeLunBsaloT B Welkepe B TedeHne 10 MuH |

| LieHtpudbyrupyiot npu 2500 g B TedeHue 10 MuH npun Temnepartype 4 °C |
[ ]

BepxHuit (3¢bnpHbIiA) CNOA NepeHOCAT B BUaNY unv NonNUMepHyo NpobrpKky BMecTUMocTbio 15 om®
1 ynapusalT 40OCyXa Ha CUCTEME ynapvBaHNA pacTBOpUTENEN B TOKE a3oTa Npu Temneparype He Gonee 40 °C

K cyxomy octatky ao6asnsior 2 e’ pacTeopa AuXSIopMeTaHa ¢ rekcaHom (cm. 6.2.7),
nomeLLaloT Ha 1 MMH B yNbTpa3ByKoBylo GaHIo U NepeMeLLMBaIOT B LIelikepe B Te4eHne 1 MuH

| MonyuyeHHbIA 3KCTPaKT oYnLLalOT MeToaoM TBepaodasHon akcTakuum (TPI) no 7.3

PucyHok 2 — MNoaroTtoBka Npo6 maAca, BKoYas MACO NTULLI, NEYEHN, KOMGUKOPMOB, MOUU

7.3 OuyucTKa NOAroTOBINEHHbIX NPO6 MeTOoaOM TBepAo(a3HOM IKCTPAKLUUK

Kaptpuaxu ana tBepaodasHoOn aKCTpakuuu KOHAULMOHUPYIOT HA BAKYYMHOM YCTpoucTtBe anst T9J,
nponyckas 10 cm3 rekcana. 3atem yepes KapTpuaX NPONycKaloT Npoby, NONYYEHHYI0 B COOTBETCTBUMN C 7.2.
MpomMbliBaloT kapTpuax 5 cm® rekcana. Onpeaensemble BeLLecTBa anoupylot ¢ copbenta 10 cm3 pactBopa
aTMnayerat — rekcad (cM. 6.2.8) B Buany unu NONUMEpPHYIO NPoBUpKy BMECTUMOCTbIO 15 cm3. Ynapueaior
aMI0aT A0Cyxa Ha CUCTEME ynapuBaHUA pacTeopuTenein npu temneparype He bonee 40 °C. OcraTtok nepe-
pacTBopsioT B 1 cM3 pacTBopa METaHON — AEMOHN3NPOBAHHAs BOAA (CM. 6.2.2), noMeLLaloT B YNbTPa3BYyKoO-
ByI0 D6aHIO NPU KOMHATHON TeMnNepaType Ha 0AHY MUHYTY U LeHTpudyrupyior npu 3500 g B TeueHue 15 MuH
npu Temneparype 4 °C. NepeHOCAT 3KCTPAKT B CTEKIMSHHYIO BUArNy BMECTUMOCTBIO 2 CM3 1 MCNONb3YIOT ANs
B3OXXX-MC/MC ananusa.
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8 Mopsapok BbINONHEHUA aHanu3a
8.1 Ycnoeua BIXXKX-MC/MC usmepeHun

8.1.1 XpomaTo-macc-CnekTpoMeTp BKIIOYAIOT B COOTBETCTBUMM C PYKOBOACTBOM (MHCTPYyKUMENn) no 3KC-
nrayatauum u yCTaHaBnuBaioT napameTpbl pabounx pexxmMmMoB MacC-CNEKTPOMETPUYECKOTO AEeTEKTUPOBAHUSA U
Xpomartorpadm4eckoro pasaeneHus.

8.1.2 ina konoHkn agnameTpom 2,1 MM, AnnHoi 150 MM, ¢ o6paLueHHo-da3HbiM copbenTom C18 ¢ pas-
MepoM Yactuu He 6onee 5,0 MKM, COOMIOAAIOT CNEAYIOLLUME YCNOBUSA XpoMaTorpadupoBaHus:

- Temneparypa KonoHku — 40 °C;

- CKOpPOCTb NOTOKa NnoAaBwkHOMW ¢asel — 0,2 CM3/MUH;

- 06bemM BBOAUMOI NPo6bl — 20 MMS.

PasgeneHue npoBoaAT B peXMME rpaiMEHTHOIO 3MIOUPOBaHUA (B Ka4eCTBE NOABMKHON hasbl A CNOSb-
3YI0T AEUOHU3MPOBaHHYIO BOAY, NOABUXHOW ha3bl b — MeTaHon) B COOTBETCTBUM C Tabnuuel 2.

Tabnuya 2 — YcrnoBusi rpagUeHTHOrO 3roMpoBaHust

Bpems, MUH MoaswxHas dasza A, % NoasuxHas ¢asa b,%
0,0 25 75
11,0 15 85
13,0 15 85
13,1 25 75
23,0 25 75

8.1.3 MNapameTpbl BO3AENCTBUA HA MOHBLI B PEXXMME MOHUTOPUHIA MHOXECTBEHHbIX peakuuin (MRM) npu-
BeAeHbl B Tabnuue 3.

Tab6nwuya 3— MapameTpbl BO34eiCTBIASA Ha MOHbLI B pexxuMe MRM Npu MoHU3aLumn anekTpopacnbifieHWeM ¢ peructpa-
Lmeit oTpuLaTenbHbIX MOHOB

" Yckopsiolyee
OH-Npes- VoH-MDO- MoTteHuman OHeprusa co- HanDAXEHVe Ha
TupeocTaTuk LLIECTBEHHUK, P Aeknactepusa- yAapeHuit, P J
BYKT, m/z BbIXOZE U3 AUeliku
m/z Lym, B 2B o
CTOSfIKHOBEHWN, B
2-Twoypauun 343 126,9 -80 -28 -1
343 94,9 -80 27 -1
6-MeTun-2-Tuoypavun 357 126,9 -80 -30 -11
357 108,9 -80 27 -1
2-MepkanTobeH3nmumgason 365 147,9 -80 -30 -1
365 103,9 -80 53 -1
B-Mponun-2-Tnoypauun 385 126,9 -80 -30 -11
385 350,9 -80 25 -1
B-OeHun-2-Tuoypavun 419 170,9 -80 -30 -11
419 126,9 -80 -35 -1
5,6-[lMmeTUn-2-Tnoypaumn’ 371 126,9 -80 -30 -1
371 153,9 -80 -34 -1
" BHyTpeHHWii cTaHaapT.

MpumMmevaHue —IlpuBegeHHbIe NapaMeTpbl XpoMaTorpadUUeckoro pasaeneHnsi 1 Macc-crnekTPoOMeTPUYEcKoro
[ EeTEeKTUPOBaHWUS MOTYT OTIUYATLCSA B 3aBUCUMOCTM OT UCTONb3yeMoro 06opyaoBaHus.
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8.1.4 NapameTpbl UCTOMHMKA MOHU3ALMM U KBAAPYNONLHOIO aHanu3aropa:

- HanpskeHue Ha pacnbingowem kanunnape (I1S) muHyc 4500 B npu peructpauum oTpuuatenbHbiX MOHOB;

- paspeweHune ksaapynornein Q1/Q3 — eanHUYHoOE;

- AaBneHue rasa ana gparmentauum (CAD) — 41 «lla.

8.1.5 KOHTPOnb YyBCTBUTENBLHOCTM METOAMKM OCYLLIECTBASIOT BBEAeHUeM 20 MM3 MaTPUUHBLIX rpagyupo-
BOYHbIX PacTBOPOB G U G, (CM. 6.3.5) B uHxekTop Xpomarorpaca. Mpu ananuse pacteopa Gz NONy4eHHOE
COOTHOLLIEHME CUTHAMN/LUYM AN KOKAO0T0 TUPEOCTATMKA, 3a UCKITIOHEHUEM 2-MepKanToBeH3uMuaa3ona, aomnmk-
HO GbITb He meHee 3. MNpu ananuse pactBopa G4 NOMYYEHHOE COOTHOLLIEHWE CUTHAN/LLIYM A 2-MepKkanTo6eH-
3uMmnaasona AormKkHo ObITb He MeHee 3.

8.2 NocTpoeHue rpagyMpoBOYHbIX rpacdhukoB U NnpoBeaeHUe U3MepPeHui

8.2.1 BOXXX-MC/MC aHanu3 BbIMOMNHAIOT B BUAE CEPUU U3MEPEHUIA, BKINIOYAIOLLIEN cneayiolme o6pasubi:

- obpasey noaBwxHON hasbl A — ans ypaBHoBeLumBaHUA BAMX-MC/MC cucremsi;

- YUCTYIO Npoby;

- r[payMpoBOYHbIE pacTBOPbl (CM. 6.3.5);

- 9KCTPaKTbl aHANM3UPYEMbIX NPOO, NPUIOTOBMNEHHLIX NO 7.2.

8.2.2 OnpenensoT U perucTpUpyloT Ha XpoMartorpamMme BpemeHa yaep>XMBaHWUS MUKOB ABYX MOHOB-
NPoAYKTOB KaX0ro TMpeocTaTtuka, COOTBETCTBYIOLLEE BPEMEHUN YAEPXKMBAHWUA, HANAEHHOMY NPU U3MEPEHUN
rpagyvMpoBOYHbIX pacTBOPOB B ycrnoBusx no 8.1.1, 8.2.1. MpoBoaAT usmepeHun rpagympoBOYHbIX pacTBoOpOB,
MPUroTOBMNEHHbIX N0 6.3.5, B nopsaake BO3pacTaHUs MX KOHUEHTpauun. Ona NOCTPOEHUs rpaayMpoBOYHOIO
rpacpuka 2-mepkantobeHaummuaasona UCMosb3yloT aHHbIE aHANN3a rPaayupoBOYHbLIX PACTBOPOB G4, Gy, Gg,
G,4; ANA NOCTPOEHUS rPaayMpPOBOYHbIX FPAcMKOB APYIrMX TMPEOCTaTUKOB NCNOMb3YIOT aHHbIe aHanusa pac-
TBOPOB Gy, Gy, Gs.

8.2.3 BbluucneHne nnowaamn nuka npoBoAAT AN KaXA0ro MOHa-NpoayKTa aHanu3upyemblX TUpeocra-
TUKOB M UX BHYTPEHHero craHaapra. KonmuectBeHHOE onpeaeneHne Kaxaoro Tupeocratuka nNpoBoaAaT no
0fHOMY, Hanbonee UHTEHCUBHOMY, MOHY-NPOAYKTY.

[ns noaTBepXaeHUs 4OCTOBEPHOCTU ONpeaesieHna aHanuToB NPU aHanu3se rpagyupoBOYHbIX pacTBo-
POB ANA KaXA0ro TMpeocTaThka OMNpefensiorT 3HaYeHMe OTHOWEHMA NAOWAAM NUKa MEHee UHTEHCUBHOIO
MOHa-NpoAyKTa K nroLyaan nuka 6onee MHTEHCUBHOIO MOHA-NPOAYKTA — OTHOCUTENbHYIO MOHHYIO MHTEHCHUB-
HOCTb. 3Ha4eHne OTKMOHEHWUA OTHOCUTENbHbIX MOHHbIX MHTEHCUBHOCTEMN, NONYYEHHbIE B 9KCTPAKTAX aHanu-
3upyembix nNpo6, He AOMKHbI NPEeBbILLATb YCTAHOBIEHHbIX MO rPagyMpOBOYHLIM pacTBOpaM 3HadeHuin Gonee,
4YeM ykasaHo B Tabnuue 4.

Tab6nuuya 4 — JonycTUMble OTKNOHEHUA OTHOCUTENBHBIX MOHHBLIX MHTEHCUBHOCTEN

MakcumanbHo gonycTumMble oTkroHeHus gna BEXKX-MC/MC

OTHOCUTeNbHAs UOHHAs UHTEHCUBHOCTb, % OT OCHOBHOTO NUKa
AeTekTupoBaHus, %

Cs. 50 +20
C.. 20 go 50 BKkntou. +25
Cs. 10 o 20 BKntou. + 30
MeHee 10 Bkntod. +50

8.2.4 TlocTpoeHue rpagyupoBOYHbIX rpachukoB NPOBOAAT B KAXKAOW CEPUKM aHANU30B C MOMOLLBIO NPO-
rpaMmHoOro obecnevyeHuns XpoMaTo-Macc-CnekTpomeTpa.

Mpu nocTpoeHun rpagynpoBOYHON XapakTEPUCTUKN MCMONBb3YIOT NIMHENRHYIO perpeccuto Buja y = a + bx
(roe y ABNsieTCS OTHOLUEHWEM MMOLAaM NuMKa aHanuTa K nrnoLaan Nuka BHYTPEHHEro ctaHjapra, X — OTHO-
LUEHMEM KOHLEHTPALMI aHanuTa u BHYTPEHHEro cTaHaapra), npu 3ToM KO3 MULMEHT KOPPenauMm AOIMKEH
ObITb HE MeHee 0,98.

8.2.5 MNocTpoeHne NUHERHOro rpaaynpoBOYHOro rpacuka n pacyeT cogepxaHna TMPeoCTaTUKoB B aHa-
nuanpyembix npobax BbINONHAETCS CUCTEMOIN 06pabOTKM AaHHbIX B aBTOMATUYECKOM PEXUME.

8.2.6 MpapyMpOBOYHYHO XapaKTepUCTUKY CUMTAIOT NPUEMIIEMON, €CNKN PacCYMTaHHOEe C NMOMOLLbIO KOM-
NbIOTEPHOW cucTembl 06paboTKM AaHHBIX 3HAYEHUE KO3 DULIMEHTA KOppensaummn (KO3MDULIMEHT perpeccun)
Kaxkgoro Tupeocratuka = 0,98, a 3Ha4YeHUa OTKINOHEHMSA COaep)KaHUsi MacCOBOW 40NKU onpeaensemMblX CoOeam-
HEHWI1, paccunTaHHble No hopmyne (2), ANa KaXxaon TOYKU rpagyMpoOBOYHON XapakTEPUCTUKN HE MPpeBbILatoT
20 %:
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Crpan.—Cpacu|100

<20%, 2
CpaCH.
rae Crpan_ — coAepXXaHue OnpeaensieMoro CoeJMHeHNsl, HanaeHHOe NO rPagyMpOBOYHON XapaKTepUCTUKe,
MKI/KT,
Cpacq. — coAepXaHue onpeaensiemMoro coeAuHeHUsi B rpagyunpoBOYHOM PacTBOpe, MKI/KT.

9 MeTporormyeckue xapakrepucTuku

YCTaHOBMEHHbIV B HACTOSLLEM CTaHAapTe MeTo 00ecnevymMBaeT BbINOMHEHWE U3MEPEHUI coaepKaHUsA
TUPEOCTATMKOB C PACLUMPEHHON HEOMPEAENEHHOCTBIO PE3YNbTATOB aHANUTUYECKUX U3MEPEHUI Npu Koadpdu-
LMeHTe oxBaTa k = 2 U JOBEPUTENLHOI BeposTHOCTU P = 0,95, ykazaHHoli B Tabnuue 5.

Tabnuya 5— NokasaTeNu TOMHOCTY METOAa NMPU NPOBEAEHUN UIMEPEHUIA COfepXaHUA TUPEOCTaTUKOB

3HaveHue oTHoCK- no!?gazzt:;m n MokasaTenb BoC-
[vanasoH TenbHON paclum- (OTHOCpI/ITeJ'IbHoe pe:f‘:ﬂ’/l-'org;m' Npon3BOAUMOCTH
N3MepeHuit PeHHo Heonpeae- P ’ (oTHocuTenkeHoe
Tupeocratuk cogepxaHns neHHocTW, U; npu cTanAapTHoe r % cTaHAapTHOE OTKMo-
MKI/Kr ' KOSdeJVIl’_WIe”HTe oTknoHewne (Mpu P = 0,95, HeHne gocn OU3BO-
"5 o NoBTOPAEMOCTH), k=2) P
oxBaTa k=2, % 5. % anMocTH), or, %
r
B-Mponun-2-tnoypaumn | Ot 2,0 o 15,0 63 22 61 32
BKJITHOM.
Cs. 15,0 po 30 10 28 15
30,0 BKntoM.
6-MeTun-2-Tnoypauun Ot 2,0 go 30,0 32 12 33 16
BKITHOM.
2-MepkanTo-6eHanmu- | Ot 0,4 po 8,0 59 21 58 28
aason BKSHOM.
Cs. 80 po 37 13 36 16
30,0 BkntoM.
2-Tuoypauun Ot 2,0 po 8,0 69 30 83 35
BKAIOY.
Cs. 80 po 33 14 39 15
30,0 Bkntom.
6-denun-2-tnoypauun | Ot 2,0 pgo 8,0 63 21 58 32
BKAHOM.
Cs. 80 po 43 15 42 22
30,0 BkntoM.

10 O6paboTka pe3ynLTaTtoB U3mepeHun

10.1 Pacuet coaep>xaHus i-ro TMpeocTaTuka, MKI/Kr, BbINOMIHAETCS B aBTOMAaTUYECKOM peXUmMe C Nomo-
b0 NPOrPaMMHOT0 06ecneyveHns XxpomMaTo-Macc-CnekTpoMerpa no opmyne

X =

I

_V;
m.

’

©)

rA€ ¢; — KOHLEHTpauws i-ro TUPeocTaTnka B aHanuaupyemoi npobe, HaieHHas No rpaflyupoBO4YHOMY rpa-

ouKy, Hr/cm3;

V,-— o6bem paspeaeHus Cyxoro ocrarka, cmS;
m;— Macca HaBeCKN aHanuanpyemow npoGsl, I.
10.2 3a pesynsrat M3MEpPEeHuit NPUHMMAIOT cpeaHeapudMETUYECKOe 3HAYEeHUe pesynbTaTtoB ABYX Na-

pannenbHbIX 0NPeaerneHunii, eCnu BLINOMHAETCA YCNOBUE NMPUEMIIEMOCTH:

10
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2|X4—X5]100
<
(X4+X2)
rae X;, X, — pesynerarthbl napanernbHbiX OnpeaeneHuii CoaepxXaHna TUPEoCTaTuKa, MKI/Kr;
r — 3HayeHue npeaena noBTopsseMocTu, % (B COOTBETCTBUM C Tabnuueli 5).
10.3 Ecnu ycnosue (4) He BbIMOMHAETCA, NOMy4aloT eLle ABa pe3ynsrara B MOoSIHOM COOTBETCTBUU C

OAHHON METOAUKONA M3MepeHUi. 3a pesynsTaT M3MEPEHUin NPUHUMAKT CpeaHeapudMETUYECKOE 3HaYEHWe
Pe3ynbTaToB YEThLIPEX ONPEAENEHN, ECIIN BbINOMHAETCS YCIOBME:

r, 4)

< CRy g5, ®)

i€ Xmax: Xmin — MaKCUManbHOE W MUHMMAnNbHOE 3HAYEHMA U3 NOSYYEHHbIX YETbIPEX PEe3ynLTaToB napar-
nenbHbIX ONPeaeneHnii cogepXaHna TupeocTaTunka, MKr/Kr;
CRy g5 — 3Ha4eHne KpUTMHECKOro ananasoHa ans ypoBHs BeposiTHocTu P = 0,95 u n-pesynsraros onpe-
OEeneHnn.
CRy g5 = fimo,,
anan=4

CRy g5 = 3,60/, 6)

rae 6, — nokasarernk NOBTOPAEMOCTH, % (B COOTBETCTBMM C Tabnnuei 5).

10.4 Ecnu ycnosue (5) He BbINOMHAETCA, BbIACHAIOT NMPUYNHBI MPEBbILLEHNA KPUTUYECKOro Anana3oHa,
YCTPaHSIIOT UX U NOBTOPSIKOT BbINOMHEHUE U3MEPEHWUI B COOTBETCTBMU C TPEOOBAHUAMU METOANKN N3MEPEHUIA.

11 OchopmneHmne pe3ynsLTaTtoB U3SMEpPeHun

CogaepxaHue i-ro Tupeocratuka, MKr/Kr, npeacTaBnsioT B Buae
)_<,1:0,01U,>7,, npu P= 0,95, @

rae )_<, — cpegHee apuPMeTUYECKOE 3HAYEHUE BbIMUCINEHUI ABYX NapannesibHbIX U3MEPEHUN CoaepKaHusa
j-ro TMpeocTaTtuka B aHanuaupyemon npobe (cm. 10.2), MKI/Kr;
U; — 3Ha4eHne OTHOCUTENbLHOI PacLUMPEHHON HEOMNpPeAEereHHOCTU COAEpXaHuUs j-ro aHanura Ans coor-
BETCTBYIOLLETO Anana3oHa uamepeHui, % (B COOTBETCTBUM C Tabnuuei 5);
0,01 U,-)?,-— 3HAYEHME PaCLUMPEHHON HEOMNPeaEeneHHOCTHU B aBCONMIOTHbIX €AMHULIAX, MKI/K.

YUncrnoBoe 3HayeHue pesyrbrara M3MEPeHUn AO0MKHO OKaHYMBATBLCA LMdPON TOTO XKEe paspsaaa, uto u
3HaYeHne pacLLMPEHHON HeonpeaeneHHoCTH, coaepxallee He Bonee AByX 3HadYaLmx undp.

12 KOHTpOnb CTabunbLHOCTU pe3ynbLTaToB U3MEpPEeHUn

KoHTponb cTaBGUNbHOCTM pe3ynbTaToB WM3MEpeHWl B npejenax nabopaTopun OCYLLECTBAAOT MO
FOCT NCO 5725-6 ¢ ncnonb3oBaHMem KOHTPOnbHbIX kapT LUyxapra.
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