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67 NMPOU3BOACTBO NMULUEBBLIX NMPOAYKTOB
OKC 67.050

MonpaBka kK TOCT P 54904—2012 lNpoaykTbl NUiieBble, NPOAOBONILCTBEHHOE Chipbe. MeTon onpeae-
JIeHUA OCTATOYHOrO coAepXaHuA cynbgaHunaMugoB, HUTPOMMUAA3ONOB, NEHUUUITIMHOB, aMmdeHu-
KOJIOB C NOMOLIbI0 BbICOKO3(h(PeKTMBHOM XKUAKOCTHONU XpomaTorpadum ¢ Macc-CNneKTPoOMeTpU4eCKum
[EeTEeKTOPOM

B kakoM MecTe HanevartaHo [onxHo BbITb
Paspen 4 - TeMnepartypa OKpy>alowero Bos3ayxa. . . . . - TeMneparypa OKpy>katoLlero Bo3-
(20 £ 10) °C; ayxa............ or15°C o 30°C;
- HanNpshkeHue B anekTpoceTu . . . (220 + 20) B; —
- 4yacToTa ToKa B anektpocetn . ... (50 £ 1) Ny, —
- OTHOCUTENbHAA BNAXHOCTb BO3AYyXA . . . . . .. - OTHOCUTENbHAsA BMAXHOCTL BO3-
(55 + 25) %. Oyxa............. o1 20 % 10 80 %.

(UYC Ne 7 2017 1)
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OKC 67.050

MonpaBka k FTOCT P 54904—2012 MNMpoaykTbl NuuieBble, NPOAOBONLCTBEHHOE Chipbe. MeToa onpeae-
JleHMA OCTaTOYHOro coAaepxaHua cynoaHunaMuaoB, HUTPOMMUAA3ONOB, NEHULUIINIMHOB, aMmdeHu-
KOJIOB C NOMOLbLI0 BbICOKO3(h(PEeKTMBHOW XKUAKOCTHON XpomaTorpadum ¢ Macc-CNEKTPOMETPUYECKUM

OEeTEeKTOpOM
B kakom mecTe HanevartaHo omkHo ObITb
Pasgen 2 — FOCT 29245—91 KoHcepBbl MONo4Hble. Me-

MyHkT 7.2.4. MocneaHun absay —

TOAbl onpeaeneHus (PU3n4eckux U opraHonen-
TUYECKUX Nnokasartenen

Cyxue MOMOYHbIE NPOAYKTbI BOCCTAHABMNMUBA-
0T no NOCT 29245 (nyHkT 3.4).

(MYC Ne 10 2018 1)
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OKC 67.050

MonpaBka k FTOCT P 54904—2012 MpoaykThbl nuueBbIe, NPOAOBONbLCTBEHHOE Chipbe. MeToa onpeae-
FIEHUA OCTATOYHOrO coAepXaHusa cynbdaHunamMmaoB, HUTPOMMUAA3ONOB, NEHULUIITUHOB, aMdeHu-
KOJIOB C NOMOLLI0 BbICOKO3(h(PEeKTMBHOW XKNAKOCTHOM XpomaTorpadmum ¢ Macc-CNEKTPOMETPUYECKUM

[EeTeKTOpOM

B kakom mecTe

HanevartaHo

LormkHo ObITb

MyHkT 5.1, yeTBepTOe nepe-
yncneHue

MyHKT 6.3.1
Pasgen 10, npumedanune

Tabnuuya 5, romoska Tabnu-
ubl. Mpadha «dunanasoH namepeHun
OCTarOYHOrO COAEPIKaHus, MKI/Kr»,
BTOPOKM NOA3arofioBOK (4N noka-
3arens 81)

- Becbl no MOCT P 53228, obec-
NneynBaloLLMe TOYHOCTb B3BELLU-
BaHUsi ¢ npeaenamu aGCconoT-
HOW A0MNyCKAeMOW MNOrpeLlHoCTH

OJIHOKPaTHOro B3BELUMBaHUSA
+ 0,01 mrun £1,00 wr;

(cm. 6.2.1)

B Tabnuue 2

CB. 10 oo 100 Bkntou.

(UYC Ne 12 2019 1)

-BeCbl | Kkmacca TOYHOCTM MO
FOCT P 53228 ¢ 4eCTBUTENBHOM
LieHOI AeneHus wkarnbl He Bonee
0,1 wmr;

B Tabnuue 4

Cs. 1 oo 10 BKntoM.

85
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HAUNWOHANBbHBLIA CTAHOAPT POCCUUCKON OSOEREPALUUMNU

NPOAYKTbI MNULUEBBLIE, NPOAOBOJIbCTBEHHOE CbIPbE

MeTop onpegeneHusi ocTaToyHOro cogepxaHua cynbdaHunammaoB, HATPOMMUAA30IIOB,
NeHUUUNNNHOB, aMpeHMKONOB C NOMOLL LI BbICOKO3(hheKTUBHOM XKUAKOCTHON XpomaTorpadumn
C Macc-CNeKTPOMETPUUYECKUM AETEKTOPOM

Food products, food raw materials.
Method for determination of sulfonamides, nitroimidazoles, penicillins, amphenicols by high performance liquid
chromatography — mass spectrometry

Data BBegenma — 2013—07—01

1 O6nacTb NnpMMeHeHus

HacTtoswwunin ctaHgapT pacnpocTpaHaeTcs Ha NuLLeBble NPOAYKThI B 4aCTU MOoKa, MOSIOYHbIX NPpoayK-
TOB, AWL, AMYHOIO NOPOLLKA, MACA U MACHBLIX MPOAYKTOB, Msica U MPOAYKTOB U3 MsAca NTULBI, Meaa, pbibkl,
MOPEenpoayKTOB, a TakkKe NPOoAOBOSNbLCTBEHHOE Chipbe U YCTaHaBMBaeT MeTo, BblCOKO3((eKTUBHON Xna-
KOCTHOM XpoMatorpadum ¢ Macc-CneKTPOMETPUHECKUM OETEKTUPOBaHNEM ANS onpeaeneHns ocTaTouHoro
cogepxanus cynbdaHnnammaos, HATPOUMUAAZONOB, MEHULUITTIMHOB, aM(PEeHNKOOB.

Onana3zoH namepeHnin ons xnopamderukona ot 0,2 go 1000 MKr/Kr, ANst ocTanbHbIX COeAUHEHNA — OT
1,0 oo 1000,0 mkr/kr.

2 HopmaTtuBHbIe CCbINKU

B HacTosiLem cTaHaapTe UCNOoSb30BaHbl HOPMAaTUBHbBIE CChINKM Ha crieaytoLmue cTaHaapThl:

FOCT P UCO 5725-6—2002 TouHOCTb (NpaBUibHOCTb U MPeLn3MOHHOCTb) METOAOB N pe3ynbTaTos
n3MepeHui. Yactb 6. cnonb3oBaHue 3Ha4eHUA TOYHOCTW Ha NpakTuKe

FOCT P 12.1.019—2009 Cuctema ctaHgapToB 6e3onacHocTv Tpyga. AnektpobesonacHoctb. Obwne
TpeboBaHWs U HOMEHKNaTypa BUAOB 3aLmThl

FOCT P 51447—99 (MCO 3100-1—91) Msico u MsicHble npoaykTbl. MeToabl oT6opa npob

FOCTP52121—2003 Anua KypuHble nuiesble. TeXHUYeckue ycrnosus

[OCTP 53228—2008 Beckl HeaBTOMaTU4eCkoro AencTaus. Hactb 1. MeTponornyeckne n texHnydeckue
TpebosaHus. cnbiTaHus

FOCT P 53597—2009 Msico nTuubl, cybnpoaykTbl u nonydabpukatsl U3 Msica ntuubl. MeToabl ot6opa
npob 1 NoAroToBKa UX K UCNbITAHUAM

FOCT P 53669—2009 MNMuwieBble NpoayKThl NepepaboTku SNL, CenbCKOX03ANCTBEHHON NTULbl. MeToapl
oTbopa npob 1 opraHonenTUYeckoro aHan1sa

FOCT 12.1.005—88 Cuctema cTtaHgapToB 6e3zonacHoctn Tpyaa. Oblme caHUTapHO-TUrneHuYeckme
TpebosaHus k BO34yXy paboyein 30HbI

FOCT12.1.007—76 CuctemacTtaHgapToBbesonacHocTU Tpyaa. BpeaHele BewecTtsa. Knaccudukauus
n obwme TpeboraHMin GezonacHOCTU

FOCT 12.2.085—2002 Cocyabl, paboTatolume nog AasneHveM. Knanaxsl npegoxpaHutensHele. Tpebo-
BaHusi 6esonacHoCcTr

FOCT 1770—74 (UCO 1042—83, NCO 4788—80) MNMocyna mepHas nabopaTopHasi CTEKMsIHHAs.
LunuHapel, MeH3ypku, konbel, npobupku. O6LUmMe TeXHUYecKMe yCnoBus

FOCT 5848—73 PeakTuBbl. Kucnota mypasbuHas. TexHu4eckue ycrnosus

FOCT 13867—68 MpoaykTbl xumnyeckme. O603Ha4YeHNUst YUCTOTHI

UzpaHve opuumansHoe
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FOCT 19792—2001 Meg HaTypanbHbIin. TEXHUYECKME YCIIOBUS

FOCT 26809—86 Monoko 1 MonouHble NpoAaykTel. MNpasuna npuemMkn, Mmetoabl oTbopa 1 No4roToBka
npo6 K aHanunsy

FOCT31339—2006 Pri6a, HepbiGHble 06LEKTLI Y NPOAYKLMSA U3 HUX. [paBuna npueMkm n Metogbl 0T60-
pa npob

MpwumeyaHue— lNpu Nonb30BaHUM HACTOSILLUM CTaHAAPTOM LienecoobpasHo NPoBEpUTL AeNCTBUE CCbINOY-
HbIX CTaHZApTOB B WMH(OPMALMOHHON cucTeMe obWero nonb3oBaHUsi — Ha oduumansHom cante PegepanbHOro
areHTCTBa Mo TEXHUYECKOMY PErynivpoBaHuio U MeTpOnorum B ceTi IHTEPHET UK Mo eXXerogHo u3gasaeMomy MHpopma-
LUMOHHOMY yKasaTeno « HaumoHanbHble CTaHaapTbl», KOTOPbIM ONyGrMKOBaH Mo COCTOSIHMIO Ha 1 sSHBaps TEKyLLero roga, u
Nno BbINYCKaM €XeMeCsa4YHOro MHPOPMaLMOHHOIO ykadaTens «HaumoHanbHble cTaHgapThi» 3a Tekywun rog. Ecnu same-
HEH CCbINOYHbIV CTaHAAPT, Ha KOTOPLIN JaHa AaTUPOBaHHasA CCbINIka, TO PEKOMEHAYeTCsl UCMoNb30BaTh BEPCUIO 3TOTO
cTaHgapTac ykasaHHbIM BblLLe roAoM yTBepaAeHWs (MPUHATUS). Ecnn nocne yTBepxaeHns HacTosLWero ctaHgapras cCbli-
TNOMHBIV CTaHAAPT, Ha KOTOPbLIN AaHa AaTUPOBaHHAs CCbINKa, BHECEHO M3MEHeHWe, 3aTparmBatoLLee NoroXeHne, Ha KoTo-
poe gaHa CCbinka, TO 3TO MOMOXeHWe PeKoMeHayeTCs NpUMeHaTb 6e3 ydeTa OaHHOro uaMeHeHus. Ecnn cebinovHbIA
cTaHaapT OTMeHeH 6e3 3ameHbl, TO MONoXeHUe, B KOTOPOM AaHa CCbifIka Ha Hero, PeKOMeHAYe TCs NPVYMEHSITb B YacTH, He
3aTparvBaioLwem 3Ty CCbINKY.

3 CywHocTb MeToAa

3.1 OnpegeneHne ocTaToyHOro coaepaHusa cynbgaHnnammnaos, HUTPOUMNAA30MOB, NEHNLNUTIUHOB,
amMdeHNKoNoB NPoBoAAT METOAOM BbICOKO3(EKTUBHON XXUAKOCTHON XpoMaTorpadnm ¢ Macc-cnekTpomeT-
punyecknm getektuposarHnem (BOXX-MC/MC).

3.2 KonudecTseHHoe onpeerieHne ocTaTo4HOro cogepxaHus cynbdaHnnaMmmuaos, HUTPONMAA30IIOB,
NeHULUININHOB, aMeHNKONOB NMPOBOAAT METOAOM BHYTPEHHEro cTaHAapTa no nrowaan nuka naeHTuduum-
POBaHHBIX COEANHEHWIA MPW MOMOLLU rPaaynpoOBOYHON KPUBOIA.

3.3 [eTekTnpoBaHue aHannsMpyemMbIx Npod NpoBoasT B pexXume pernctpaummn Bl paHHbIX peakumii.

4 YcnoBus BbINOMNHEHUSI U3MEPEHUN

Mpu BLINOMHEHWUN U3MEPEHUI COBMOAAloT criedytoLime YCnoBus:

- TeMreparypa okpyxaroLero Bosayxa. . . . . . . . . ... (20+ 10) °C;
-aTtMocepHOEe AaBMEeHNE . . . . . . . . . ..o (90+ 16) kMa;
- HaNpPsPKEHUE BONEKTPOCETU . . . . . . . . o v v v e n e . (220+ 20) B;
-4acTOTaTOKAB3MEKTPOCETU . . . . . . . . o v v e e (50+ 1) Nu;

- OTHOCUTEMbHAasA BIXXHOCTb BO3AyXa . . . . . . ... ... (55+ 25) %.

Xpomatorpacdmyeckue UsmMepeHusi NpoBOAAT B YCNOBUAX, YKa3aHHbIX UHCTPYKUMEN NO 3KCMnyaTaLum
COOTBETCTBYlOLWEero npuéopa.

5 CpencTtBa uamepeHui, BcnomoratenbHoe o6opyaoBaHue, Nnocyaa,
MaTepuanbl U peakTUBbI

5.1 [ns onpeaeneHns ocTaToMHOro coepXXaHusi cynbcaHnnammaos, HUTPOUMNAA30N0B, NEHULUNNN-
HOB, aM(eHNKONOB MPUMEHSIIOT CreaytoLne cpeacTBa U3MepeHui, BcnomoratenoHoe 06opyaoBaHe nMaTe-
puanbl;

- Macc-crnekTpoMeTp, AnanasoH usmepeHuin ot 50 ao 500 aTOMHBIX e AMHUL, Macchl (a. €. M.), MacCoBbIM
paspelueHnem He meHee 500, TOMHOCTbLIO U3MEPEHNst Macchl He Huxke 0,1 a. e. M., PeXXUMOM NOnyYeHusa U aHa-
nnsa pparMeHTHbIX MOHOB (pexxum MC/MC);

- crcTemy BbICOKO3(hEKTUBHYIO XUOKOCTHYHO XpomaTorpadieckyto, CocTosLyo U3 GuHapHoro Hacoca
CO cmecuTenem, TepmocTaTa XpomaTorpadguyeckon KOMOoHKWM, obecnevmBarollero Harpes Temmnepartypbl
0o 50 °C;

- KOMMbIOTEP CYCTaHOBMNEHHBIM MPOrpaMMHbIM oBecneueHnem 41 ynpasrieHUs Macc-CNekTpoMeTPoM 1
06paboTku pe3ynbTaToB U3MEPEHUN;

- Becbl No FOCT P 53228, obecneunBatowme TOMHOCTb B3BELLMBAHUSA ¢ NpegenamMu abconioTHoW gonyc-
KaeMOoM NorpeLHOCTU OAHOKPaTHOro B3gewnsaHua + 0,01 mru + 1,00 mr;

2
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- NMNEeTKU ogHOKaHasbHble nepemeHHoro o6kema 1—10, 10—100, 200—1000 Mm3 ¢ ZonycTUMO OTHO-
CUTEerbHOW NOrpeLlHOCTLI0 A03UPOBaHNA MO rekcaHy, MeTaHorny n aueToHnTpuny = 2 % (Transferpettor Brand,
Fepmanng)*;

- MOAYIb TepMOCTaTUpYyeMbIid HarpesaTerbHbIA C CUCTEMON OTAYBKN pacTBOpUTENEe MHEPTHBIM ra3oM K
MaKkcuManbHOW TemnepaTypoii TepmocTaTtupoaHnsa 50 °C;

- U3Menb4YuTeNb-roMmoreHusaTop NabopaTopHsbIii;

- BCTpsXMBaTenb BUBpaLMOoHHbIA ANst Npo6upok opBuUTansHOro TMna ABMKEHWS ¢ aMMnuTyaon BCTPAXU-
BaHWA 3 MM U AnanasoHoM ckopocTen oT 150 4o 2500 06/MuH;

- LueHTpudpyry nabopaTtopHyto pedpukepaTopHYH CO CKOPOCTbIO BpallieHMsl poTopa He MeHee 5000 06/c
1 AvManasoHoM TemnepaTyp oxnaxkaeHnsa ot 4 °C go 20 °C, c aganTepamu Ans npobrpok BMECTUMOCTbIO 15 cm3
1 MUKPOLLEHTPUDYXHBIX MPOBUPOK BMECTUMOCTLIO 1,5 cmS;

- GaHto ynbTpasByKoBYyLo ¢ paboyeii yacToToi He MeHee 20 kML n o6bemom He MeHee 1 am3;

- KOMOHKY XpoMaTorpadudeckyto obpalleHHo-hasHyo ANUHON He MeHee 150 MM ¢ pasMepom AnameTpa
yacTuu, copbeHTa He Bonee 3,5 MkMm;

- YCTPONCTBO BakyyMHoe Ans TBepAodasHon akecTpakuum;

- KapTpPMOXU Ans TBepAodasHoi 3KCTpakuun o6bemMoM He MeHee 12 cm3, 3anonHeHHble obpalleH-
Ho-cha3HbIM cCOpBGEHTOM ¢ pazMepom AvameTpa YacTul He 6onee 50 Mkm;

- NpoBUPKM MONUNPONMIIEHOBbLIE BMECTUMOCTLH 15 cM3 ¢ repMeTUYHO 3aKphIBaOLMMICS NnacTMacco-
BbIMU KpbILLKaMW;

- uUnNbTPLI MeMBpaHHble ¢ pa3mepoM gnameTpa nop He 6onee 0,2 MKM;

- BManbl (pnakoHbl) CTEKMsIHHbIE BMECTUMOCTbIO 2 M3 C 3aBUHYMBAIOLLMUCS KPBILKAMU U TehNOHOBbI-
MW NpoKknagkamyu gnameTpom 9 Mmw;

- NPoBMpPKM MepHble cTeknsHHble M-2-10-14/23 no FTOCT 1770;

- KonBbl MepHble cTeknsiHHbIe 2-100-2, 2-1000-2 no FOCT 1770.

5.2 MpuonpegeneHnn ocTaTouHOro cogepkaHns cynbdaHunammaos, HUITPOMMNAA30MOB, NEHULMUNN-
HOB, aMpeHNKOMOB NPUMEHSIIOT crieayroLne peakTuBhbI:

- MeTaHon, X. 4.;

- H-lekcaH, X. 4.;

- KucnoTy MypasbuHyto no FOCT 5848,4. 4. a.;

- aueToHUTPWUM, Y. 4. a.;

- BOOY AEVOHN30BaHHY!0.

Bce peakTuBbl AOMKHBI OTHOCUTLCA K MOArpynne YucToThl 2 (X. 4.)urm 3 (4. 4. a.) no FOCT 13867.

5.3 TMpuonpeaeneHun ocTaTo4yHOro coaepkaHuns cynbdaHunammaos, HUITPOMMNAA30MOB, NEHULMNNN-
HOB, aM(PEeHUKOIIOB MPUMEHSIIOT:

5.3.1 CtaHgapTHble obpasupl cynbgaHUIaMuaos:

- cynbpaxnopnupuaasuH ¢ coaepxaHmeMm oCHOBHOrO BellecTsa He meHee 99,0 % (HPLC, Sigma)**;

- cynbdatuasosn ¢ cogepxxaHmeM 0CHOBHOTO BellecTsa He MeHee 99,0 % (HPLC, Sigma)**;

- cynbdaAMMETOKCHH C cofilepXXaHMeM OCHOBHOTO BellecTBa He MeHee 99,0 % (HPLC, Sigma)**;

- cynbhaxvHoKkcanuHa HaTpueBasl Cosb C CoAepXKaHneM OCHOBHOTO BellecTBa He MeHee 95,0 % (HPLC,
Sigma)**;

- cynbhannpuamnH ¢ cogepxarmemM ocHoBHoro Belllectsa 99 % (HPLC, Sigma)**;

- cynbdameTasuH ¢ cogepxaHuem OCHOBHOTO BelllecTBa He MeHee 99,5 % (HPLC, Sigma)**;

- cynbdamepasuH ¢ cogepxaHnem oOCHOBHOro BellecTsa He MeHee 99,9 % (HPLC, Sigma)**;

- cynbpagmasnHa HaTpuesas coflb C coAepXXaHMem OCHOBHOroO BellecTBa He MeHee 99,0 % (HPLC,
Sigma)**;

- TPUMETONPUM C coepXaHneM OCHOBHOrO BelllecTBa He MeHee 99,1 % (HPLC, Fluka)**;

- cynbhamoKcon ¢ coaep)XaHnem 0CHOBHOTO BelllecTBa He MeHee 99,1 % (HPLC, Sigma)**;

- cynbasaToKCUNUpuaasuH ¢ cogepxaHnemM oCHOBHOIO BelllecTBa He MeHee 99,5 %, (Fluka)*™;

- cynbhameToKcason ¢ cofepXxaHnem OCHOBHOTO BelecTsa He MeHee 99,9 % (HPLC, Sigma)**;

- cynbdaryaHuauH MoHoruapar ¢ cofepXaHMeMm OCHOBHOro BeuwlectBa He meHee 99,8 % (HPLC,
Sigma)**;

- cynbhameToKCUNMpuaasuH ¢ coepXaHnem oCHOBHOIO BelliecTBa He MeHee 99,2 % (HPLC, Sigma)**;

- cynbhaHnnamuz ¢ cogepxaHmem oCHOBHOTO BelecTsa He MeHee 99,9 % (HPLC, Sigma)**.

* YKasaHHble maTepuansl SBMSIOTCA PEKOMEHAYEMbIMU K NpUMeHeHuio. 3Ta nHdopmaums npueeaeHa ana yao6-
CTBa Nonb30BaTerneln HacTosILLEro cTaHAapTa.

** CTaHpapTHbIN obpasel ABNseTCs PEKOMEHAyeMbIM K NpUMeHeHunto. 31a uHcopMaums npueegeHa ansa yao6erea
nonb3oBarernei HacTOSWEro cTaHaapTa.
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5.3.2 CranpapTHble 06pasLbl HATPOUMMUAA3OMNOB:

- poHuaason ¢ cofiepxxaHneM 0CHOBHOTO BelllecTBa He MeHee 99,9 % (HPLC, Witega)*;

- AUMEeTpMAason ¢ coaepxaHneM 0CHOBHOTO BellecTa He MeHee 99,9 % (HPLC, Witega)*;

- METPOHWAa30/ C CofepXXaHneM OCHOBHOrO BellecTBa He MeHee 99,5 % (HPLC, Witega)*;

- F’MOPOKCMMeTPoHMOA30M ¢ coepkaHneM OCHOBHOrO BelllecTBa He MeHee 99,5 % (HPLC, Witega)*;

- UMpoHMAa30n ¢ cofiepXkaHneM OCHOBHOrO BelllecTBa He MeHee 99,0 % (HPLC, Witega)*;

- F’MAPOKCMUNPOHAA30. C coAepXXaHneM OCHOBHOrO BelliecTBa He MeHee 99,0 % (HPLC, Witega)*;

- r’MapoKCMMeTUIIMETPOHNAA30/1 C codepXXaHneM OCHOBHOro BellecTBa He MeHee 99,0 % (HPLC,
Witega)*;

- TUHNA&30M ¢ coflepXXaHneM OCHOBHOTO BellecTsa He MeHee 99,0 % (HPLC, Sigma)*;

- TepHUAas3on ¢ coaepkaHuem oCHOBHOro BellecTBa He MeHee 99,0 % (HPLC, Witega)*.

5.3.3 CraHgapTHble o6pasubl NEHULMNITMHOB:

- OKCaLMnu1H ¢ coaepkaHnem 0CHOBHOro BelllecTsa He MeHee 99,3 % (HPLC, Riedel-de Haen)*;

- @aMOKCULIMINIIMHA TpUrMapaT ¢ coaep)XaHnem oCHOBHOro BellecTBa He meHee 98,7 % (HPLC, Riedel-de
Haen)*;

- KMoKcauunnuHa HaTpueBas Coflb C COAEPXKaHem OCHOBHOrO BellectBa He MeHee 98,1 % (HPLC,
Riedel-de Haen)*;

- AVKNoKcauunnMHa Hatpueeas corb ¢ coepXxaHueM OCHOBHOro BellecTBa He meHee 98,5 % (HPLC,
Riedel-de Haen)*;

- amMnUUUNInHa Tpurnapat: ¢ cogepxaHMeM ocHOBHOro BellecTsa He meHee 99,8 % (HPLC, Riedel-de
Haen)*;

- BeH3nNNeHMLUINMH c coaepXaHnem OCHOBHOro BellecTBa He MeHee 99,7 % (HPLC, Riedel-de Haen)*;

- (HEeHOKCMETUNMEHULIUNIIVH C codepxaHueM OCHOBHOro BewlecTBa He MeHee 99,7 % (HPLC, Riedel-de
Haen)*.

5.3.4 CrangapTHble 06pasLibl aMEHNKONOB:

- XropamMeHnKon ¢ cogepxaHuem oCHOBHOro BelliecTsa He MeHee 99,1 % (HPLC, Sigma)*;

- hnopdeHNKon amrH ¢ coaepXkaHnem 0CHOBHOro BewwecTsa He MeHee 99,3 % (KRKA)*;

- cbnopdeHnKon ¢ cogepxaHueM 0CHOBHOro BelecTsa He MeHee 99,37 % (HPLC, Laboratorios HIPRA)*.

5.3.5 BHyTpeHHue cTangapTbl cynbdaHnnaMmmaos:

- cynbdatunaszon-[l, ¢ cogepxaHmem oCHoBHOro Belectsa 99 % (Isotopic purity, TRC)";

- cynbaaumeTokcuH-[l, ¢ coaepxaHneM ocHoBHoro BellecTBa 99 % (Isotopic purity, TRC)*;

- cynbdamerasuH-[l, ¢ coaepxaHmemM ocHoBHoro BellecTsa 99 % (Isotopic purity, TRC)*;

- cynbdaaunasun-Il, ¢ conepxaHmem ocHoBHOro Belectsa 99 % (Isotopic purity, TRC)*;

- TpumeTonpum-Jl, ¢ coaepxxaHmem ocHOBHOro BelecTsa 99 % (Isotopic purity, TRC)*;

- cynbdameTokcason-[l, ¢ coaep>xaHmeM ocHoBHoro BelecTBa 99 % (Isotopic purity, TRC)*.

5.3.6 BHyTpeHHMe cTaHaapTbl HUTPOUMUAA3O0SOB:

- poHuaason-f; ¢ cogepxaHmem ocHoBHoro Bewectsa 99,8 % (HPLC, Witega)*;

- AumeTpuaason-f, c coaepxxaHueM ocHoBHoro seulecTtsa 99,5 % (HPLC, Witega)*;

- MeTpoHuaason-[; ¢ coaepxkaHuem ocHoBHoOro BewecTsa 99,0 % (HPLC, Witega)*;

- rnapokcumeTpoHuaason-D, ¢ cogepxaHuem ocHoBHOro Belliectsa 99,5 % (HPLC, Witega)*;

- unpoHunaason-fl; ¢ coaepxaHuemM ocHoBHoro Belectsa 99,0 % (HPLC, Witega)*;

- rnapokcunnpoxunaason-f, ¢ coaepxaHuem ocHoBHoro Bewlectsa 99,5 % (HPLC, Witega)*.

5.3.7 BHyTpeHHUWI cTaHAAPT NEHULUNIINHOB:

- 6eH3unnerMumnMAH-; c cogepxaHueM OCHOBHOTO BellecTBa He MeHee 99,7 % (HPLC, Witega)*.

5.3.8 BHyTpeHHWIA cTaHAapT ameHUKOOB:

- XnopamdeHukon-[l; ¢ coaepxaHmeM ocHoBHOro BewecTsa 99 % (Fluka)*.

5.4 [onyckaeTcsi NpUMeHeHUe ApYrux cpeicTB U3MEPEHUin, BcromoraTernbHoro o6opyaoBaHus, He
yCTynawLwWnX BblLLeyKa3aHHbLIM Mo METPOSIOTMYECKUM U TEXHUHYECKUM XapakTepucTukam u obecneumsarowmm
HeobX0AUMYI0 TOYHOCTb U3MEpPEHUs], a TakKe peakTMBOB U MaTepuaroB Mo KavyecTBY He XyXe Bhillieyka-
3aHHbIX.

* CTaHpapTHbIl 06pasel, SIBMsSeTcs peKoOMeHAYyeMbIM K NpUMeHeHuio. dTa nHdopmaumst npueeaeHa ans ygobersa
nonb3oBaTernen HacTosILLEro cTaHaapTa.

4
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6 lMoaroToBKa K NpoBeAECHUIO U3MEPEHUN

6.1 MNMoarotoBka nabopaTopHoOM NOCyAbl U peakKTUBOB

6.1.1 Moliky 1 cyLLKy nocyabl TPOBOAAT B OTAEMNBHOM NoMeLLeHUn, 060pyA0BaHHOM MPUTOYHO-BbITSK-
Hoi BeHTUNALMen. He gonyckaeTcsa nposeAeHWe NoAroToBKW Nocyabl B AaHHOM NoMeLLeHU ANs ApYrix aHa-
nusoB. [ns cywkn nNabopaTopHoi Nocyabl 1 MOArOTOBKMA peakTUBOB HE0BX0AUMO UCMOMb30BaTb OTAeSbHbIE
CyLUNbHbIE LWKadbl.

6.1.2 CTeknsHHyto nocyay noasepraroT cTaHAapTHOM npoledype o4ucTkn nabopaTopHOW nocyabl ¢
rnocneaytoLLein NPOMbIBKON OpraHU4eCcKUM pacTBOPUTENEM aLeTOHOM (ABaxabl).

6.1.3 Mpoueaypy NPOMbIBKM aLeTOHOM criedyeT NPOBOANTL B BLITSXKHOM LuKady. PekomeHayeTca Ha
cTagusix MpPOMbIBKM UCMONb30BaTh YMbTpassykoBylo BaHio. OkoHYaTenbHyo CyLIKy nocydbl NPoBOAsAT B
CYLUUMLHOM LUKadyy, YCTaHOBNEHHOM B BbITSXKHOM LiKadyy, npu Temnepatype ot 105 °C o 110 °C.

6.1.4 Kaxgyro HOBYIO MapTUiO peakTUBOB MPOBEPSIOT Ha OTCYTCTBME KOHTaMUHaL M aHannsnpyemMbiMm
coeAnHEHNsAMN NyTeM NPoBeAEeHWUSA XONOCTOro onbITa B COOTBETCTBUM C NpoLeAypoi aHanusa.

6.2 MNpuroTtoBneHue pacTBOpoOB

6.2.1 MNpuroToBneHue pacTBOPOB 3MHOEHTOB

6.2.1.1 [Ons npuroToBNeHWs pacTBopa antoeHTa MobunbHON a3kl A B MepHYyHo Koy BMECTUMOCTbLIO
1000 cm?® BHocaT 1000 cm3 e MoHN3MPOBaHHOM BOAbI.

Cpok xpaHeHus pacteopa npu 4 °C — He 6onee 1 mec.

6.2.1.2 [ns npuroToBNeHMs pacTeopa antoeHTa MobunsHon a3kl b B MepHyto konby BMECTUMOCTbLIO
1000 cm3 BHocAT 1000 cm3 meTaHona.

Cpok xpaHeHus pacteopa npu 4 °C — He 6onee 1 mec.

6.2.3 lMpurotoBneHue pacTBopa MeTaHona

[lna npuroToBNeHNs pacTBopa MeTaHoMa B MepHoi konbe BMecTuMocTbio 1000 cmB cmelumsatoT 500 cm®
[leNoHN3MpoBaHHOM Bodbl 1 500 cm® meTaHona. Konby noMeluatoT Ha ynbTpasBykoByo 6aHio Ha 5 MUH.

Cpok xpaHeHus pacteopa npy TemnepaTtype o7 0 °C go 8 °C — He 6onee 3 mec.

6.2.4 MNpuroToBneHue rpagyupPoBOYHbIX PacTBOPOB

6.2.4.1 lMpuroToBneHne rpaaynpoBoYHbIX pacTBopos C,

[nsi npuMroToBnNeHWs rpaayMpoBOYHbIX PAaCcTBOPOB Ha aHanMTU4ecknx NabopaTopHbIX Becax ¢ npeaeriom
abconoTHOM gonyckaemoli norpelHocTy = 0,01 Mr B3BEWMBaOT NO 2 Mr KaXKAoro ctaHaapTHoro obpasua u
NepeHoCcHT B 0TAeNbHbLIE MepHbIe NPOBUPKM BMECTUMOCTbIO 15 cm3. [lo6aensioT 8 cM3 MeTaHoNa, NOMELLAoT B
yNbTpasBykoByto GaHto Ha ofHY MWUH, AOBOAAT NOMyYeHHbIR pacTBop 4o MeTku 10 cMm3 pacTBopoM MeTaHona
(cm.6.2.3).

MaccoBsas KoHLeHTpauua Kaxkaoro aHanuTa B pacteope C, coctasnsiet 200 MKr/cm3,

Cpok xpaHeHusi pacTBopoB npu Temnepartype ot 0 °C ao 8 °C — He 6onee 3 mec.

6.2.4.2 MNpuroTosneHne rpafyMpoBOYHLIX pacTeopos C,

LN npuroToBneHus rpagynpoBoUHbIX pacTBopoB C, nepeHocaT no 0,05 cm? kaxxaoro pacteopa C, B Mep-
Hble NPo6BMPKU BMECTUMOCTLIo 15 cM3, 10BOAAT A0 METKU METAHOMOM U TLATEeNMbHO NEPEMELLNBAIOT.

MaccoBast KoHLieHTpaLms Kaxxaoro aHanura B pacteope C, coctasnsieT 1 Mkr/cms,

Cpok xpaHeHusi pacTBopoB npu Temnepartype ot 0 °C ao 8 °C — He 6onee 3 mec.

6.2.4.3 lNpurotoBneHne rpaayupoBOYHbIX pacTBOpoB D, (BHYTPEHHUX CTaHAAPTOB aHanM3npyeMbix
coeauHeHWnin)

[lna npuroToBneHns rpagyMpoBoYHbIX pacTBOPOB Dy Ha aHanUTUHeckuUX Becax ¢ npeaenom abconoTHo
Aonyckaemol norpeluHocTu + 0,01 Mr B3BeLLMBaIOT NO 2 M YNCTOro BeLecTBa cTaHAapTHOro o6pasua unepe-
HOCAT B OTAeNbHble MepHble NPOBUPKY BMecTUMocTbio 15 cm3. loGaensioT 8 cm3 MeTaHona (neHuuunnuH G-[,
pacTBOPAIOT B 8 cM3 AeMOoHN3NPoBaHHON Boabl), NEPEMELUMBAIOT U NOMELLaIoT B YNLTPa3ByKoBYHO GaHio Ha
0AHY MUH, IOBOASAT NOJTyHEHHbINA pacTeop Ao MeTku 10 cM3 meTaHoNOM.

MaccoBasi KOHLEHTpaLWs kaxkaoro aHanuTa B pacteope D, coctasnsieT 200 Mkr/cm3.

Cpok xpaHeHusi pacTBopoB Npu Temnepatype oT 0 °C o 8 °C — He bonee 3 mec.

6.2.4.4 MpuroToBneHne rpaayMpoBOYHbLIX PacTBOpoB D, (BHYTPEHHUX CTaHAApTOB aHaNM3UPyeMbIX
coeanHeHun)

[ns NpuroToBneHNs rpasyupoBOYHLIX pacTBOpoB D, nepeHocaT no 0,02 cm? kaxkaoro pacteopa D, B Mep-
Hble NPOBUPKU BMECTUMOCTbIO 15¢M3, noBoaaT Ao MeTku 10 cm3 AeUOHN3MPOBaHHON BOIOW U NepeMeLlnBaloT.

MaccoBasi KOHLeHTpaLus kax/aoro aHanura B pactesope D, coctaBnsieT 400 Hr/cm3.

Cpok xpaHeHusi pacTBopoB npu Temnepartype ot 0 °C ao 8 °C — He 6onee 3 mec.
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6.2.4.5 MpuroTtosneHune rpayMpoBOYHLIX pacTsopos C,

Ansa npuroToBReHUs rpagynpoBoYHOro pacTeopa C, kK Cyxomy ocTaTky nocrne ynapusaHust «4MCcTon» nNpo-
6bl, NONY4YEHHON B COOTBETCTBUM C YCITOBUAMM NoaroToBku Npo6 (pasaen 7), nepexocar no 0,1 cm® pacTeopos
C, 1 D, nposoaAaT no MeTkn 1 cM3 AenoHn3MpoBaHHOR BOAON.

MaccoBasi koHUeHTpauus aHanuTa B pacTeope C, coctasnsiet 100 Hr/cm3. MaccoBas KoHUeHTpauus
BHYTpeHHero cTaHaapTa B pacTBope C, cocTasnsieT 40 Hr/cm3.

Cpok xpaHeHusi pacTBopoB npu TeMnepatype ot 0 °C go 8 °C — He 6onee 3 mec.

6.2.4.6 NpuroToeneHune rpagynpoBo4HbLIX pacTBopos Cy

[lns npuroToBNeHus rpagyMpoBOYHOIO pacTBopa C, K CyXoMy OcTaTKy nocie ynapusaHus «4ucToin» npo-
6bl, Mosly4eHHO B COOTBETCTBIUM C YCIIOBUSMN NOArOTOBKW Npo6 (pasaen 7), nepeHocAT 0,01 cm3 pacteopa C v
0,1 cm3 pactBopa D, 1 foBoasAT Ao MeTk 1 cM3 1eMOHN3MPOBaHHOW BOAOHA.

MaccoBasi KoHLeHTpaLusi aHanuTa B pacTteope C, coctasnsaeT 10 Hr/cm3. MaccoBasi KOHLIEHTPaLUWs BHYT-
peHHero cTaHaapTa B pacTBope C, coctasnseT 40 Hr/cm3,

Cpok xpaHeHust pacTBopoB npu TemnepaTtype oT 0 °C ao 8 °C — He 6onee 3 mec.

6.2.4.7 TMpuroToBneHune rpagynpoBoYHbIX pacTsopos C,

[ns npuroToBNeHUs rpagyMpOBOYHOIO pacTBopa C, K CyxoMy ocTaTKy Mocie ynapusaHusi <4MCToin» npo-
6bl, NOMy4YEeHHO B COOTBETCTBUM C YCIIOBUSAMMW NOAroTOBKM Npo6 (pasaen 7), nepeHocsT 0,001 cmd pacteopa C,
10,1 cm® pacTeOpa D, 1 AOBOANAT A0 MeTkY 1 cM3 AEMOHN3UPOBAHHOM BOAONA.

MaccoBasi koHLeHTpaLms aHanuTa B pacTeope C, cocTtasnseT 1 Hr/cm3. MaccoBasi KOHLEHTPaLsA BHYT-
peHHero cTaHaapTa B pacTBope C, coctaBnseT 40 Hr/cm3.

Cpok xpaHeHust pacTtBopoB Npu Temnepatype o7 0 °C ao 8 °C — He 6onee 3 mec.

6.3 MocTpoeHue rpagynpoBOYHON XapaKkTe pUCTUKU

6.3.1 pagyMpoOBOUYHYIO XapaKTepPUCTUKY CTPOAT NPY NOMOLL MaTPUYHON rpagyupoBKu. [InNa 3Toro npo-
BOAAT 06paboTKy «4nCTbIX» Npob, He coagepXalnx cynbaHuNaMMaos, HUTPOUMUAA3OMOB, NEHULUNNNHOB,
amdeHnKonoB (cM. 6.2.1), B 3aBUCUMOCTH OT TUNa aHanU3upyemon matpuubl. Ha ctagumn nepepactsopeHust
ocTaTka nocre ynapusaHus anoara nocrne TsepaodasHon akcTpakumm nepea BBeaeHUEM B xpomatorpad B
aHanuaMpyemyo «41cTyto» Nnpoby nobasnAlT cMecu rpagynpoBOYHbIX PACTBOPOB aHaNU3npyeMbIX coegunHe-
HWIA U X BHYTPEHHMX CTaHAapTOB (CM. 6.2.4.5—6.2.4.7).

6.3.2 Ans nony4yeHua rpagyupoBoYHbIX AaHHBIX UCTIONbL3YIOT HE MEHee YeTbipex YPOBHEN MacCOBbIX
KOHLEHTPaLM MaTpUYHBIX rPagyupoBOYHbIX pacTBopoB. Onpeaensemsle B aHanuaupyemoi npobe macco-
Bble KOHLEHTpauun aHanuaupyembix coeauHeHNA AOSMKHbI HAXOAUTLCA B AManasoHe MacCoBbIX KOHLEHTpa-
LU rpagyMpoBOYHON XapakTepuCTUKA.

6.3.3 Mpwu nocTpoeHun rpagynpoBOYHON XapakTepuUCTUKM AN KONUMYECTBEHHOIO onpeaerneHns ocra-
TOYHOro cofepkaHua cynbaHnnamnaos, HUITPOUMUAASONOB, NEHULIUITIMHOB, aMEHUKOMNOB B UHXEKTOP
xpomarorpacda sBoaat no 50 Mm3 U He MeHee ABYX pa3 rpadyMpoBOYHbIE pacTBopbl (CM. 6.2.4.5—6.2.4.7) pas-
NNYHBIX YPOBHEW MAacCOBBIX KOHLUEHTpauni. dakTndeckne MaccoBble KOHLIEHTPaLUKN paccYUTLIBaIOTCA C yve-
TOM YNCTOTbI CTaHZapTa U MONEKYNAPHOro Beca CoeAuHeHNs1 B IMCCOLIMMPOBaHHOM cocTosiHUA. Mcnonbays
nporpammHoe obecriedyeHne ana cbopa n o6paboTkun xpomaTorpaduyeckux AaHHbIX, ANs aHanM3upyembix
coeVHEHWI yCTaHaBNMBaoT FpagyupoBOYHbIE XapakTepUCTUKA B BUAE 3aBUCUMOCTEA OTHOLLIEHNS Nnowaaen
Xpomartorpacuieckux MMKOB COOTBETCTBYIOLWEro coeAnHeHNs K Nnowaan nuka BHyTpeHHero ctaHaapra oT
MacCOBOW KOHLEHTpaLun coeanHeHus B npobe B cooTBETCTBUM € Tabnuuen 1.

Mpu NOCTPOEHUN rPagynpPOBOYHOM XapaKTePUCTUKN NCNOMb3YIOT (byHKUMIO, 0becneunBaioLLyto Haunyu-
Liee coBnageHue ¢ MaTpU4HbIMU TOYKaMU (OTKIOHEHNE MaCCOBBIX KOHLEHTPaLMiA, BIMUCTIEHHBIX NPY NOMOLLN
rpagyMpoBOYHOIN XapakTepUCTUKN, OT U3BECTHBLIX MaCCOBbLIX KOHLIEHTPaLWiA AOMKHO BbITb MUHUMANbHBIM).

pagynpoBoYHasi xapakTepucTuka cuMTaeTcsl NpUEMEMON, ecriu paccyuTaHHoe 3HaYeHue kBaapaTa
koacdbcpuumeHTa Koppensauun Ana rpagynpoBOYHON XapaKTepPUCTUKKN Kaxaoro hparMeHTHOro MoOHa cocTaBuT
He meHee 0,98.

6.3.4 BbuncneHue nnowaan Nnka NpoBoaAT ANS KAKAOro Ao4epHEro MoHa aHanmsnpyembix coeauHe-
HWIA. [lonyckaeTcs npoBeAeHne KONMYeCTBEHHBIX U3MEPEHUI No OA4HOMY Haubonee MHTEHCUBHOMY foYepHEMY
noHy. [ins noaTBepKAEHUA HaNNYUA CynbdaHUnaMnaos, HUTPOUMUAASONOB, NEHULMITTIMHOB, aMPEHUKONOB
paccyUTBLIBaOT MAacCOBbIE KOHLIEHTPaLMMK MO NoLWaasM NMKOB MEeHee NHTEHCUBHBIX JOYEPHUX MOHOB.
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Tabnwunuya 1— CooOTBETCTBME MEXOY AHANMU3NPYEMBIMW COEANHEHUSMU U BHYTPEHHUMU CTAHAAPTaMM

HaumeHoBaHwe cynbdaHunamuaa, HUTPoOoMMUaasona,
NEHMLIIITIMHA, AMABEHUKONa HaumeHoBaHWe BHyTpPeHHero craHaapTa
Hutpovmunaazonsi
OvmeTpugason OumeTtpugaszon-As
Ponunpgaszon Ponupaszon-[1;
Mnponugason Wnponuagason-As
M'vapokecunnpoHngason I'wapokcunnponungason-Is
MeTpoHugason MeTponugason-[s
"'mapokcumeTpoHngason MeTtponungason-[s
'mapokcumeTUNMeTpoHNaa3on 'mpgpokcumeTunmeTpoHnaason-s
TepHugason Ponupgaszon-[s
TuHupason Ponugaszon-[s
AmdceHunkonbl
XnopamdeHnkon XnopamdeHnkon-Is
dnopdeHnkon Xnopamdennkon-Is
dnopdeHnkon aMmmH XnopamdeHukon-Is
CynbdaHmnammabl
CynbthanvpuavH Cynbdaanasnh-[,
CynbthagnasuH Cynbdaauasnt-[,
CynbhaTtnason CynbtaTtnason-f,
CynbdhamepasvH Cynbtagunasut-Is
CynbthameTasvH CynbtameTtasvni-[,
CynbhaxnopnupugasvH CynbtameTtasnH-[,
CynbhaxmHokcanuH Cynbthaguasur-I
CynbhasTokeunupraasvH CynbthameTtakcason-[s
CynbdaryaHmavH Cynbdagnasnh-[,
CynbhameTakcason CynbdameTakcason-[s
CynbthameTokenmpnaasvH CynbdameTakcason-[y
Cynbthamokcon CynbdameTakcason-[y
CynbthaHmnammg, CynbdameTtasuH-[4
CynbhaanmMeToKCUH CynbthagumeTokenH-Iy
TpumeTonpum TpumeTtonpum-Lg
MeHnumnnuHb!
BeHannneHumnnvH BeHnannnennumnnuy-;
DEHOKCYMETUNNEHVLMITINH BeHnannnennumnnuy-1;
AMNUUMNIVH Benannnenvumnnuu-;
OkcauunnnuH BeHannnennumnnuu-a,
AMOKCULIMIITUH BeHnannnenvumnnuy-,
[vknokcaumnnuH Bensnnnenvumnnvy-A,
Knokcaumnnux BeHnannnennumnnuy-A,
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6.4 YcnoBus xpomartorpaduyeckux usMepeHun

6.4.1 XpomaTo-macc-CrnekTpoMeTp BKIIIOYAIoT U HacTpauBaloT B COOTBETCTBUN C TEXHUHYECKUM PYKO-
BOACTBOM MO ero aKcrryaTauum U yCTaHaBnMBaloT crieqyrowmne XxpomaTorpadpudieckue napaMeTpbl:

- CKOPOCTb NOTOKA 3/toeHTa — 200 MM3/MUH;

- 06bemM BBOAMMOI Npo6bl — 50 Mm3.

PasgeneHne NpoBoAAaT B peXume rpafiMeHTHOro aniompoBaHuA. Mpu perucTpaumm NONOKUTENbHBIX
MOHOB: B HavasbHbIl MOMeHT no 0,5 MuH — cooTHoweHue dasbl A/b no obvemy (90/10); ¢ 0,5 no
20,0 MmuH — rpaaueHTHoe antonposaHue K 40 % dasbl B; ¢ 20,0 no 23,0 MuH — cooTHoweHue daswbl A/B no
o6bemy (60/40); ¢ 23,0 no 23,2 MuH — nepexoa k 100 % dasbl b; 23,2 n0 25,0 MuH — noaaepxusaetca 100 %
dasel B; ¢ 25,0 no 33,0 MuH — ypaBHoBeLLMBaHue KosnoHku B hase A/b no o6bemy (90/10).

Mpw perucTpauum oTpulaTenbHbIX MOHOB: B HaYasbHbI MOMeHT 4o 0,5 MUH cooTHoweHue a3z A/B no
obbemy (75/25); ¢ 0,5 no 4,0 MuH — rpaaueHTHoe anoupoBaHue Ao 100 % dasel B; c4,0 no 6,5 MUH Noaaepxu-
Baetcsi 100 % dasbl b; ¢6,5 no 13 MMH — ypaBHOBeLLMBaHue KoroHkn pacteoputenemA/b no obbemy (75/25).

[HeTekTupoBaHue NNKOB NPOBOAAT METOAOM «PerucTpaumm BbibpaHHbIX peakuuiiy (MRM). Iins kaxaoro
coeauMHeHWs U3MepsIloT cUrHan ans AByX MOHOB cornacHo Tabnuue 2.

Tab6nwuya 2—lNapameTpbl BO3AEUCTBUS HA MOHbI B pexxume MRM u ycnoeuax anekTpocrpes ¢ permcrpauuen nomno-
KUTENBHBIX NN OTPULATENbHBIX MOHOB

HanmeHoBaHue cynbdaHunamuaa,
HUTpOUMUAA30NA, NEHULUUNNUHA, WoH npepaLuecTBeHHUK, m/z [loyepHue uoHbl, m/z Bpems yaepxusaHus, MuH
amdeHukona
HutponmMmunaazonbi
OumeTtpuaaszon 142,1 (+) 81,1/96,1 9,5
OumeTtpuaazon-[s* 145,1 (+) 99,1 9,3
Ponngason-As* 204,1 (+) 143,1 6,5
PoHugason 201,1 (+) 140,1/110,1 6,9
Mnpouungason 170,1 (¥) 124,1/109,1 19,6
Wnpouunaason-As* 173,1 (+) 1271 19,4
MAPOKCMUNPOHNAA3Z0N 186,1 (+) 168,1/122,1 15,6
Mvapokecuunponnaason-As* 189,1 (+) 171,1 15,3
MeTpoHugason 172,1 (+) 128,1/82,1 7,3
'MapoKCMMETPOHNAA30N 188,1 (+) 123,1/126,1 4,6
MeTtponunaason-[s* 175,1 (+) 131,1 7,0
'MapokcMmMeTMIMe TpOHMAAa30r 158,1 (+) 140,1/55 5,8
"'mapokcumeTnnMeTpoHnaason-Hs* 161,1 (+) 143,1 5,5
TepHugason 186,1 (+) 128,1/82,1 11,3
TvHngason 248,1 (+) 121,1/93,0 10,5
AmdeHnkonsl
XnopamdeHwkon 321,0(-) 152,0/257,0/194,0 7,7
Xnopamenwkon-Is* 326,1 (-) 157,0 7,7
XnopamdeHnukon-s* 328,1 (+) 280,1 20,5
PnopdeHukon 356,1 (-) 185,1/119.1 6,7
drnopdheHnkon amuH 248,1 (=) 230,1/130,1 1,7
CynbdaHnnammabl

CynbanupnguH 250,1 (+) 184,1/156,1 10
CynbtagmasmvH 251,1 (+) 156,1/108,1 71
Cynbagmasni-[,* 255,1 (+) 160,1 6,7
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HaumeHosaHue cynbdaHunammnaa,
HATPOMMMAA30MA, NEeHULMNNHA, WoH npeaLecTBeHHNK, m/z [ovepHue 1oHbl, m/z Bpema yaepxvuBaHusi, MUH
amdeHukona
CynbdbaTtnason 256,1 (+) 156,1/108,1 9,0
Cynepatnason-,* 260,1 (+) 160,1 8,7
CynbthamepasuH 265,1 (+) 156,1/110,1 10,9
CynbdamerasnH 2791 (+) 186,1/124,1 14,2
CynbhameTtasuH-[,* 283,1 (+) 186,1 13,9
CynbethaxnopnmpnaasuH 285,1 (+) 156,1 15.8
287,1 (+) 156,1 ’
CynbdaxnHoKcanuH 301,1 (+) 156,1/146,1 24,3
CynbghasTokemnopuaasvH 295,1 (+) 156,1/140,1 20,8
CynbcaryaHugun 215,1 (+) 156,1/60,1 2,8
CynbdhameTakcason 254,1 (+) 156,1/108,1 16,3
Cynbthametakcason-fs* 258,1 (+) 160,1 16,0
CynbhameTokennmpuaasnH 281,1 (+) 156.1/108,1 14,9
Cynbthamokcon 268,1 (+) 156,1/113,1 13,6
Cynbdhannnamung 173,1 (+) 156,1/92,1 3,0
CynbthagnMeToKCUH 3111 (%) 156,1/245,1 23,2
CynbthagumeTokeun-s* 315,1 (+) 160,1 23,0
TpumeTonpum 291,1 (+) 230,1/130,1 7,2
TpumeTonpum-Ig* 300,1 (¥) 230,1 6,7
MeHnuMnNnNuHbI

BeHsunnennumnnmH 333,0 (-) 289,0/192,0 8,2
Bbensunnenmuunnui-;* 340,0 (-) 199,0 8,5
Bensnnnennumnnuy-a;* 342,1 (+) 183,1 27,0
DeHOKCUMETUNNEHULMIITNH 349,0 (-) 208,0/305,0 8.3
AmnuumnnuH 350,1 (+) 192,1/106,1 13,6
OkcauunnuH 400,1 (-) 259,0/356,1 8,3
AMOKCULIMITIINH 366,1 (+) 114,1/208,0 34
AvknokcaumnnuH 468,0 (-) 424,1/327,0 8,5
Knokcaumnnux 434,1 (-) 390,1/290,1 8,4

* BHYTpeHHUI cTaHaapT.

7 OT60p M NoaroToBKa Npo6

7.1 OT60p NpO6

7.1.1 OT160p Npob Msica n MacHbIX NpoaykToB — no FOCT P 51447.
7.1.2 OT160p Npob Msica NTUUBI, NULWEBLIX cyBnpoaykToB 1 nosycdabpukatoB M3 mMsAca NTULUBLI — Mo
rOCT P 53597.
.3 OT160p Npob Moroka 1 MoNoYHbIX MpoaykToB — no FOCT 26809.
.4 OT60p Nnpob Mega — no FOCT 19792.
.5 OT160p Npob sauu 1 audHoro nopotwka — no FOCT P 52121 uFOCT P 53669.
.6

1
1
1
1.6 OT60p Npob pbIbbI M MopenpoaykToB — o FOCT 31339.

7.
7.
7.
7.
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7.2 NoproroBka npo6

7.2.1 O6paboTka Npob MsAca, MACHBLIX NPOAYKTOB, pbiGbl U MOpPENpPOAYKTOB, CYyGNPOAYKTOB U
nonycabpukaroB U3 Msica NTULbI

MeiweyHyo TkaHb NpeABapUTESIbHO OYULLIAIOT OT rPy6o CoOeAUHUTENBHON TKaHW U Fpy6oro XMTUHOBOTO
nokposa. 100 r aHanuaupyemoi Npobbl U3MenbYaroT Ha rOMOreHn3aTope U B3BELUMBAIOT Ha BecaX (C Npeaesniom
abcontoTHON AonycKaeMon MorpeLHocT OAHOKpPaTHOTo B3BeLUMBaHUA + 1,0 Mr) B NOAUNPONUIIEHOBOM Npo-
6upke BMecTUMOCTbI0 50 cm® 1,0 r roMoreHusnpoBaHHoW Npo6bl. MiNeToUHLIM 403aTOPOM B NPOGUPKY BHOCAT
0,05 cm3pactBopa D, (6.2.4.4). MpobupKy nomMeLLatoT B Leiikep Ans nepemelunsaHus Ha 10 MuH. Yepes 15 MUH
npunuBeatoT 4 cM3 aLeTOHUTPUIA U NoMeLLaoT NPOGUPKY Ha 15 MUH B WeKep AN 3KCTPaKLuK. 3aTeM LieHTpu-
cdyrupytoT npu 4000 06/MuH B TedeHue 15 MuH npu Temnepatype 4 °C. Mocne ueHTpudyrupoBaHusl BEpXHUI
opraHW4eckui Crioi nNepenueaioT B APYryHO MOMMNPONUIIEHOBYIO NPOGUPKY BMECTUMOCTbLIO 15 cM3, nomeluaoT
Ha HarpeBaTerbHbI MOAYIb U yapuyBaloT B Toke Bo3ayxa npu temnepatype 40 °C ao 0,1—0,2 cm3. K nonyyex-
HOMY OCTaTKy NPUIMBaloT 2 cM3 AeMOHU30BaHHON BOAbI, NEPEMELLMBAIOT U LIEHTPUMYTUPYIOT CO CKOPOCTbIO
4000 06/MuH B TedeHue 15 myuHyT npu Temnepatype 4 °C. LieHtpudyraT ucnonbaytoT ans teepaodasHom ake-
Tpakuuu.

7.2.2 O6paboTka npo6 auy,

Aua oTaensioT OT ckoprynbl U NepeMeLIMBaloT Ha romoreHusaTope. BaselumBatoT Ha Becax (¢ npeae-
nom abconuTHON A0MYCKaeMOon NMOrPeLLIHOCTM OQHOKpaTHOro BagewnsaHust + 1,0 mr) 1,0 r roMmoreHn3npoBaH-
Ho Npo6bl B MONMUMNPONUIEHOBOIN Npobupke BMeCTUMOCTb0 15 cm3. MneTouHLIM Ao3aTopoM B NpoGupky
BHocsAT 0,05 cm® pacTBOpa BHYTpeHHUX cTaHaapTos D, (6.2.4.4). lanee 06pa6oTky npo6 1 noaroToBKy KXpoma-
TorpadunpoBaHuto NpoBoAATNo 7.2.1.

7.2.3 O6pab6oTka Nnpo6 AMYHOro NopoLlKa

1,0 r oTobpaHHo NPo6bl AMYHOTO MOPOLWKa TWAaTeNbHO NepeMeLLnBatoT U B3BELUMBAIOT Ha Becax (C
npeaenom abconoTHON AoMyCKaeMoii NOrpeLlHOCTY OAHOKPaTHOrO B3BELUMBAHUS + 1,0 Mr) B TONMNponuieHo-
BOU Npo6upke BMecTUMOCTbI0 15 cmM3. MuneTouHbIM Ao3aTopoMm B Npo6upKy BHocat 0,05 cm3 pacTBopa BHYT-
peHHuX cTaHgapTtoB D, (6.2.4.4). n sbigepxusaioT 15 muH. 3aTem npunusawT 4 cm3 aueToHuTpUna u
nomelLLatoT NpobupKy B LWeinkep Ha 15 MUH ANA nepeMewwneaHnsa. 3atem ueHTpudyrupytot npu 4000 06/MuUH B
TeuveHue 15 muH npu Temnepatype 4 °C. Mocne ueHTpudyrmpoBaHns BepXHUI opraHU4eckuin cCnoi nepenuea-
t0T B APYTyHo MOMUNPONMUIEHOBYH NPpoBMpKy BMECTUMOCTbIO 15 cM3, nomellatoT Ha HarpesaTenbHbIN Moy b U
ynapuvBatoT B TOke Bo3gdyxa npu temnepatype 40 °C ao 0,1—0,2 cm3. K nonyyeHHOMy ocTaTky npunueatoT 2 cm3
AeVoHN30BaHHOM BOAbI, NepeMeLunBaloT U LeHTpudyrupytoT co ckopocTbio 4000 06/MUH B TeueHue 15 MUHYT
npu Temnepatype 4 °C. LleHTpudbyrat ucnonbayioT Ansa TBepaodasHomn aKCTpakLumn.

7.2.4 O6paboTka npo6 MoNoka U MONMOYHbIX NPOAYKTOB

Monoko, CruBKW, CMeTaHy, KUCIIOMOSIOYHbIE HAaNUTKA U NPOAYKTHI, CyXue MOSoYHbIe NPoayKThl nepea
aHannsoM TLaTenNbHOo NepemMeLLvBaloT.

10 r cblpa, TBOPOra UM TBOPOXKHBIX M3AENUIA B3BELUMBAIOT HA HaCOBOM CcTekne Unu B yaike MeTpu, nepe-
HOCSIT B CTYMKY U TLWaTEeMNbHO pacTupatoT.

Hanee o6paboTky Npob 1 NoaroToBKy kK XxpoMaTtorpadrpoBaHuio NpoBoaaT no 7.2.3.

100 r TBEpAOro cbipa U3MenbyaloT Ha FoMOreHU3aTope 1 B3BeLLUBaloT Ha Becax (C npegenom abconioT-
HOW JonycKaeMom NorpeLLIHOCT U OAHOKPATHOIO B3BeLLMBaHuA + 1,0 Mr) B nonunponuneHoBon npobupke Bmec-
TMocTblo 50 cm® no 1,0 r romoreHusuposaHHon npobbl. Janee o6paboTky Npo® M MOArOTOBKY K
XpomatorpaduposaHuio nposoaaTno 7.2.1.

7.2.5 O6paboTka npo6 Mena

1,0 r oTo6paHHoM Npobbl Meaa TaTeNbLHO NepeMeLLMBaloT U B3BELLMBAIOT Ha Becax (c npeaenom abco-
NOTHOM AoNyCKaeMo NOrpeLlHOCTM 0gHOKpaTHOro B3BewwmaHua + 0,01 mr) B nonunponuneHosoi npobupke
BMecTUMOocCTbto 15 cm3. [lanee 06paboTky npo6 1 NoaroToBKy K xpoMmartorpadupoBaHmio nposoasT no 7.2.3.

7.3 OuucTka noaroToBneHHbIX Npo6 MeToaoM TBe pAodazHOM IKCTPAKLUMN

KapTpumkun ana tesepaodasHomn sKCTpakLmMmM KOHAULMOHUPYIOT Ha BaKyyMHOM YCTPOWCTBE ANS TBEpAO-
chasHol IKCTpakLuK, Nponyckas nocneaoBaTtensHo: 2 cM® aueToHUTpuna U 2 cM3 4eMoHU3MpoBaHHOW BOAbI.
3aTeM Yyepes kapTPUAK NponyckaloT aHanusupyemyto npoby, nonyyeHHyto B COOTBETCTBUM € 7.2 (Ha Bcex aTa-
nax TeepAodazHoON SKCTPaKLMKU, KPOME 3TarMoB CYLUKU, BaKyyM U M3BbbITOUHOE AaBneHne He NPUMEHSIIOT).
MpombIBaloT KapTPUaX 2 cM3 AEMOHM3MPOBAHHOW BOAbl, 3aTeM cyluaT kapTpumk 10 muH. [anee anoupytot
aHanuThl 2 cM3 aueToHUTpUNA. JMoaT ynapusaroT Ha HarpesaTerbHOM Mofyne B Toke Bosayxa Ao 0,1 cm3 npu
Temnepartype 40 °C.

10
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7.4 NMepepacTBOpEHUE U NOATOTOBKA K XpomMaTorpaduposaHuio

[nsi nepepacTBOpeHuMs U MOATOTOBKM K XpoMaTorpadupoBaHnio 06bemM NofyYeHHoro ynapeHHoro snoa-
Ta B MepHol1 npobupke BMecTUMocTbio 10 cm® goBoadAT Ao 1 cM3 4enoHN30BaHHOM BOAOW 1 NoMeLLatoT Ha
ynbTpa3sByKoBYIO 6aHo Ha ogHYy MUHYTY. MonyYeHHbIR aKCTpaKT punbTPyoT Yepes MeMBpaHHbIA BUnsLTp 1
ncnonbaytoT Ans BOXKX-MC/MC aHanusa.

8 MopsaaoK BbINOMHEHUA NU3MEPeHNN

8.1 BAXX/MC/MC aHanus

[ns onpegeneHunsi ocTaToMHOTO codepXKaHus cybdaHnnammaos, HUTPOUMUAA30MOB, MeHULUIIUHOB,
amdpeHukonos nposoaaT BOXXX-MC/MC aHanns B ycnoBusiX, ykasaHHbIX B 6.4.

B3>XX-MC/MC aHanus BbIMOHAT B BUAE CEPUN U3MEPEHUIA, BKIHOYAIOLLEN:

- o6paseL, MobB1nbHONM hasbl A;

- o6pasel, NOyYeHHbIN B YCITOBUSIX NOArOTOBKN NP0, rae BMecTo MmatpuLbl ucnonssosanca 1,0 raeno-
HW30BaHHOW BOAb!;

- obpaseL, NPUroToBNeHHbIA paHee B COOTBETCTBUN ¢ TpeboBaHUsMU pasgena 7, B 3aBUCUMOCTU OT TUNA
aHanuMaupyeMow matpuLbl;

- rpagynpoBOYHbIE PacTBOPHI;

- aHanusnpyemele npoobl;

- 06pasLibl ¢ M3BECTHBIM CoAepXXaHUeM aHann3oB A5 KOHTPONS CTabUNbLHOCTU rPaayPOBKU.

Ecnu octatouHoe cogepxaHue cynbdanniammaos, HUTPOUMUAA3O0SIOB, MEHALUNNIMHOB, aMEeHUKONOB
B aHanManpyemoi npobe npesbllUaeT 3HavYeHne MakcuMaribHOro rpafyMpoOBOYHOMO YPOBHS, TO aHanMaupye-
myto npoBy passoaaT B 10 unu 6onee pas MobunnbHoM haszon A U NPoOBOAAT MOBTOPHbLIE U3MEPEHUS.

8.2 KoHTponb kavecTBa U3MepeHUi

8.2.1 Kaxpgas cepuns namepeHuii BkoYaeT B cebs HECKOMNMbKO cTeneHel NoaTBepXaeHUs KadvecTBa
N3MepeHUi.

8.2.2 10 mm3rpaayvposouyHoro pacTeopa C, (cM. 6.2.4.7) BBOAAT B MHXeKTOp XpoMaTorpada. Mony4er-
HOE COOTHOLLIEHWE CUrHamM/LLYM A KaXXA0ro aHanuta AoKHO 6bITb He meHee 10.

8.2.3 [Ansa ucknioueHust KoHTammuHauMm Npobbl UICMoNb3yeMbiMU peareHTamun NnposoasaT 06paboTky 3aBe-
AOMO YncToro obpasLa B COOTBETCTBUN C pa3aernom 7 B 3aBUCUMOCTU OT TUNa aHaNn3npyeMon MaTpuLibl.

8.2.4 [na yyeta maTpuiHoro acpdekta Npu pacyete OCTATOYHbIX COAEPXaHWA HUTPOUMWUAA3ONOB,
cynbtaHnNaMmmaos, NeHULMNNNHOB U aMEHUKONOB UCMIONb3YIOT MAaTPUYHYIO rpadyupoBKy (cM. 6.3).

8.2.5 [nsa vucknioveHnsi BO3MOXXHOW KOHTaMUHALIMK peareHToB, UCNONb3yeMbIX B nMpoLecce NoAroToBKU
npo6, aHanuanpyemyto Npoby TkaHu 3ameHstoT 1,0 cM3 AeMoHU30BaHHOW BOAbI.

9 O6paboTka pe3ynbLTaToB U3MEPEHUN

9.1 PacuyeTbl OCTaTOYHOrO codepXaHus cynbchaHnNamnaos, HUTPOUMUAA3ONMOB, MNEHWULMUITTTMHOB,
amdeHMKONOoB 1 NNoLLAAN MK BLINONHATCA cUcTeMoi 06paboTku 4aHHBIX B aBTOMaTUYECKOM peXxuMe.

9.2 BblMUCNEHMe NNoLaam Nuka NPpoBOAAT AN ABYX A0HEPHUX MOHOB (Tabnuua 2) anst kaxkaoro cynbga-
HWunamuaa, HUTpouMmaasona, neHnuuInuHa, amcpeHukona. OTKNOHEHUA OTHOCUTENBHBIX MOHHBIX MHTEHCUB-
HOCTE NOHOB B aHaNM3NpyeMoii Npo6e 0T OTHOCUTENbHBLIX UOHHBIX UHTEHCUBHOCTE MOHOB, NOMYYEHHbIX MpU
aHanuse rpagynpoOBOYHbIX PACTBOPOB, HE AOJIKHbBI MPEBLILLATL 3HAYEHUN, yKkaszaHHbIX B Tabnuue 3.

Tabnwuuya 3— [onycTMMble OTKIIOHEHUSI OTHOCUTENBHBIX MOHHBIX NHTEHCUBHOCTEW

OTHOCUTenNbHas UOHHAs UHTEHCUBHOCTD MakcumanbHo gonycTumble oTknoHerus anst BOXXX-MC/MC
(% OT OCHOBHOrO MuKa) netekTuposanun, %
Cs. 50 +20
» 20 p050 +25
» 10 » 20 +30
MeHee unwm paeHo 10 + 50

9.3 PesynbTaTbl MU3MepeHNi OKPYIAOT [0 BTOPOro AECATUMHOTO 3HaKa U BbIPaXKatoT B MKI/KT.
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94 3a pesynbTaTt MsmepeHwﬁ npuHUMaoT cpeAHeapmmmequeCKoe 3Ha4dYeHne pesynbTatoB ABYX
napannenbHbIX onpe.qeneHmﬁ, €Cnn BbINOJNTHAETCA yCnoBue NpuemMnemMocTu:
2] X, —X,|100 <r (1)
(X1 +X3)

rae X,, X, — pesynbTathbl ABYX NapannesnbHbIX onpeaeneHnii MaccoBoi 40N aHAsIMTOB, MKI/KT;
r — 3HayeHune npeaena nostopsieMocTn, % (r= 10 %).
9.5 Ecnu ycnosue (1) He BbINONHAETCA, NPOBOAAT elle ABa onpeaeneHusa. 3a pesynbtat UsMepeHui
NpUHUMAIOT cpedHeapudmeTUyeckoe 3HauYeHWe pesynbTaToB YeTbipex OnpeaeneHuin, ecrnv BbINONHAETCA
ycnosue

A Xma =X 100 _npp )
X1+ Xo+ X3+ X,)
rae Xmax,Xmin — MaKcumMmaribHoe U MUHUMalNbHOe 3Ha4YeHUA N3 NOoJTyHeHHbIX YeTbipex pe3ynbTaToB napan-

nenbHbIX ONpeaeneHnii MaccoBOn 40NN aHANUTOB, MKI/K;
CR, g5 — 3Ha4eHue KpUTUYeCKoro ananasoHa Ans yposHa sepoatHoctn P = 0,95 un — pesynbTatos
onpegeneHnin

CRo g5 = f(n) o, 3)
anan=4
CRo g5 = 3,6 o, 4)
roe o, — nokasaterib NoBTOpsieMocT!, % (o, = 3,6 %).

9.6 Ecnu ycnoBue (2) He BbINOMNHAETCSH, BbIACHAIOT NPUYUHBI NPEBbILWEHNS KPUTUYECKOro AnanasoHa,
YCTPaHSIOT UX U MOBTOPSIHOT U3MEPEHNSI B COOTBETCTBUM € TpeBOBaHUAMKN HACTOSALLEro CTaHAapTa.

10 MeTponoruyeckue xapakTepuCTUKH

YCcTaHOBMEHHbIN B HACTOSILLEM cTaHdapTe MeTog o6ecnevnBaeT BbINOIHEHWE N3MEPEHNIA OCTATOMHOTO
codepXaHusa cynbhaHnIammaos, HUATPOMMUAA30M0B, NEHUUMNAUHOB, aM(EHUKONOB C pacluMpPeHHON
HeonpeaeneHHOCTbIO pe3ynbTaToB aHanmMTUYECKUX U3MepeHNiA Npu koadduLUeHTe oxeaTta k = 2, ykasaHHON
BTabnmuax4un 5.

MpwuMedaHn e — 3Ha4yeHrsi OTHOCMTENbHOW pacluMPeHHOW HEONPEeaENEeHHOCTH, ykadaHHble B Tabnuue 2, cooT-
BETCTBYIOT rpaH1Lam OTHOCUTENBHON NOrpeLlHOCTM pe3ynbraToB uamepenun npu P = 0,95.

Tabnwuya 4 — 3Ha4yeHus pacluMpeHHOW OTHOCUTENBHOW HeonpeaeneHHocTu Vj, %, npu koadduumeHTe oxBarta k = 2
B AManasoHax M3MepeHUn 0CTaTO4HOro coaepxanns cynbaHmnammaos, HUTPOMMMAA30IOB, NEHULMNNUHOB, aMdeHn-
KOnoB

HaumeHosaHKe cynsbamnammya, [Avana3soH usmepeHuin 0CTaTouHOro CoAepXKaHus, MKI/kr
HUTPOUMUAAION, NEHULMINMHA, BMBSHUKONA | (4 o 1 40 syiou, Ca. 10 0o 100 Biioy. | Ca. 100 go 1000 BKriow.
Hutponmmaasonbi
OumeTtpuaason 64 35 26
Ponungason 59 33 22
Wnpounagason 67 28 19
Mmapokcunnponngason 58 27 23
MeTponungason 65 27 19
MmapokcumeTpoHugason 58 31 28
MmapokcumeTunmeTpoHuagason 64 36 25
TepHugason 71 31 26
Tunngason 73 28 23
AmdeHnkonbl
dnopdenHnkon T 65 29 23
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OkonyaHue mabnuubi 4

HaumeHoBaHMe Gyribbannnammaa, [nanasoH nsmepeHuin 0CTaTOuHOIO CoAEePXKaHUs, MKI/Kr
HATPOUMURAZONA, NEHALANTMNG, AMDSHAKONE |y 4 1o 10 Biiow. | Co. 10 40 100 Biios. | Ca. 100 0 1000 Biatio.
driopheHnkon aMmuH 58 35 27
CynbdanHmnammabl
CynbdanupuguH 64 34 25
CynbagnasuH 60 40 25
CynbhaTtnason 65 38 20
CynbhamepasuH 58 46 19
CynbhameTasuH 60 47 20
CynbghaxnopnmpugasuH 65 39 18
CynbdaxmHokcanvH 47 35 17
CynbastokernopuaasuH 55 37 16
CynbaryaHvauH 98 35 31
CynbtameTtakcason 68 34 19
CynbhameTokennupmaasvH 54 46 26
Cynbamokcon 65 36 21
CynbghanHunamug, 58 46 26
CynbhagumeToKCHH 67 43 32
TpumeTonpum 64 38 27
MeHnUMNNKUHbLI
BeHaunneHnumnnuH 74 46 28
DEHOKCUMETUNNEHNLMNIUH 76 42 25
AMOMUUNIIVH 72 41 20
Okcauunnuu 76 37 19
AmMokenumnnmH 79 45 18
[OvknokcaumnnumH 73 41 17
KnokcauunnuH 68 38 19

Tabnwuuya 5— 3HavyeHus pacluMpeHHON OTHOCUMTENBHON HeonpeaeneHHocTy V;, %, npy koadduuneHTe oxearta k = 2
B AManasoHax u3MepeHnii OCTaToOYHOro CoaemKaHnst xnopaMmaeHkona, MKr/kr

[nanasoH n3aMepeHuit oCTaToOMHOro CoAepPXKaHusl, MKr/Kr
HanmeHosaHune
amdeHukona
010,2p001,0 Cg. 10 po 100 Bkntou. Cs. 10 no 100 Bkntod. | Ce. 100 go 1000 BkntoM.
XnopamdeHukon 93 81 31 24

11 OdropmneHue pe3ynbLTaToB U3MEepEeHUn

CopepxaHue i-ro cynbaHunamuaa, HATpouMuaasona, NeHnuunMHa, aMgeHuKkona, MKI/kr, npegcras-
nawT B BNae

X +0,01V;. X, (5)
roe )?,- —_ cpeaHeapmcbmeTMLleCKoe 3Ha4yeHne pe3ynbTtaToB N napannesfibHbIX M3MepeHl/Il7I cogepxaHua i-ro

cynbaHunaMuaa, HUTpouMmuaasona, neHUUUNIMHA, amdeHUKona B aHannsnupyemoi npoGe, MKr/kr;
* V, — paclumperHas oTHocuTe bHas HeonpeaeneHHoCcTb Npu koatduLMeHTe oxsaTta k = 2 onpegeneHus
codepxaHus i-ro cynbaHunammnaa, HuTpouMuaasona, neHuUunIMHa, amdgerukona, %.
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12 KoHTponb kayecTBa pe3ynbTaToB U3MepeHUn

12.1 KoHTponb NONMHOTLI U3BNEeYEHUA BHYTPEHHUX CTaHAAPTOB

12.1.1 KoHTponb U3BneYeHUs BHYTPEHHUX CTaHAapToB cynbdaHnnammnaos, HUTPOUMNAA30NOB, NeHW-
LUMNNMHOB, aMpeHMKOIOB BbINOMHSAIOT B XOA€E KaXKO0ro nsMepeHus (Nosly4eHnst pesynbtaTa KonM4ecTBeHHOro
XMMUYECKOro aHanuaa npu cobniogeHun TpeboBaHWin HacToALLero cTaHgapTa).

12.1.2 PaccuyuTaHHble NporpaMmMHbIM obecrnevyeHnemM 3HavYeHUs U3Be4YeHUA BHYTPEHHUX cTaHAapToB
OOMKHBI HaxoAuUTbesA B AnanasoHe oT 35 % Ao 130 %. Ecnu paccuuTaHHOe 3HayeHUe U3BNEYEHNA HDKe Unn
Bbllle yKa3aHHOro AManasoHa, TO pe3ynbTaTbhl U3MEPEHUA OCTaTOYHOro coaepxaHusa cynbdaHnnaMmmaos,
HATPOUMKAA30IOB, NEHULMIIMHOB, aM(EHMKOMNOB He NPUHUMALOT 3a OKoHYaTerbHbIN peayneTart. MposoaaT
NoBTOPHOE onpeaerneHue.

12.2 KoHTponb NpaBUNbLHOCTU pe3ynbTaToB U3MEpPEeHUN

Mpu cobniogeHun TpeboBaHWin HacToSALWEro cTaHaapTa PeKoOMeHAyeTCA B Xo4e aHanMsa Kaxkaonu cepun
06pa3LoB NPOBOANTL aHaNMU3 ¢ U3BECTHLIM COAepXKaHNeM aHaNn30B ¢ UCMONb30BaHWEM CTaHAAPTHON NpoLie-
Aypbl IOAroTOBKM Npob (7.2).

PesynbTaTel M3MepeHuin NpU3HaloT YAOBMNETBOPUTENbHLIMA NPWU BLIMNOSIHEHWUM cheayloulero Hepa-
BEHCTBa:

1Xic — Xia| <Xic V;-0,01, (6)

rae X, — cpedHeapigpmeTUIeCcKoe 3HaueHe CoaepXaHus i-ro aHanuTa B aHanuanpyemom obpastie c UsBecT-
HbIM cofiep>KaHuem i-ro aHanusa, MKr/kr;
X;, — YCTaHOBMNEeHHOEe 3HaYeHWe coaepXaHusa j-ro aHanuTa nNo nacnopTy Ha cTaHAapTHLIA obpasel, ¢
N3BECTHLIM CoAepXXaHUeM i-ro aHanun3aa, MKr/Kr;
V, — 3HaueHre OTHOCUTENbHON paclNpPeHHON HeonpeaeneHHOCTN coaepXKaHus i-ro aHanuTa Ans cooT-
BETCTBYOLLEro AgnanasoHa uamepeHuin (tabnuubl 4 n5), %.

13 Tpe6oBaHusa 6e3onacHoCTH

13.1 Wcnonb3yemble B paboTe peakTuBbl OTHOCATCS K BelecTBaM 1-ro u 2-ro knaccoB onacHoCTu no
FOCT 12.1.007, npu paboTe c HUMKU HeobxoaMMo cobniogaTb TpeboBaHMA 6e30NacHOCTU, yCTaHOBMEHHbIe 4N
paboT ¢ TOKCUYHBIMU, €AKAMU U NerkoBocniaMmeHsiiowmnmncs sewwectsamu no MOCT 12.1.005.

13.2 TomeLleHns, B KOTOPbIX NMPOBOAAT aHanU3 U NOAroTOBKY Npo6, A0MKHbI 6bITb 060pyAoBaHbI Npu-
TOYHO-BbITSI)KHOW BEHTUASLMER.

13.3 Onepaunn No NPUroTOBMNEHUIO PagyUPOBOYHLIX PacTBOPOB crneayeT NpoBoAnTb Mof TAron B
BbITSXXHOM LUKady.

13.4 lMpu npoBedeHNM ucnbiTaHWA cnegyeT cobniogate Tpebosanua MOCT 12.2.085 n npasuna
ycTponcTBa 1 6e3onacHon akcnyartauum cocygos, paboTtatowmx nog gasneHuem [1].

13.5 Tpu BbINOAHEHUM U3MEPEHUI Ha XpomaTo-Macc-crnekTpomeTpe cneayet cobniogatb npasuna
anekTpobesonacHocTn B cootBeTcTBUN ¢ TOCT P 12.1.019 1 MHCTpyKUMei no akcnnyaTtauum npubopa.

13.6 K BbINOMAHEHUO N3MEPEHNA MEeTOAOM BbICOKOI(MMEKTUBHON XUAKOCTHOM XpomaTtorpacdun ¢
Macc-CNeKTPOMETPUYECKNUM AeTekTUpoBaHNEM AonyckaoTcs nuua, snaaetowme TexHukon BOXKX-MC/MC u
N3YYMBLUNE UHCTPYKLIMU NO 3KCMTyaTauum NCrnosb3yeMoin annapartypel.
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MpunoxeHne A
(ob6a3aTenbHoe)

KoHTponk cTabunbHocTU pe3ynbraTtoB uaMepeHun

MeproanyYHOCTb KOHTPONS CTabMNBHOCTU PE3yNbTaToOB M3MEePEHUI pernameHTUPYIOT B PyKOBOACTBE MO Ka4yecTBy
naboparopumn.

KoHTponb cTabuneHOCTU pe3ynbTaToR M3amMepeHuii B nabopaTopun Npu peanu3auum MeTofa HacTosILLEro cTaHaap-
Ta ocywectensioT no FOCT P UCO 5725-6, ncnonb3ysi KOHTPOnb cTabunbHOCTU CpeaHeKBaapaTMYeckoro (CTaHgapTHOro)
OTKMOHEHWST MPOMEXYTOYHON NPELM3VOHHOCTM PYTUHHOIO aHanm3a ¢ U3MeHsilowumMncs dakropamm «BpeMsi» U «ore-
patop».

MpuMeHsiA MeToa KOHTPONbHLIX kKapT LUyxapTa, NpoBepsaioT CTabUNbHOCTL 3TUX PE3yNbTaToOB U3MEPEHWIA U OLEHU-
BaKOT CTAHAAPTHOE OTKIOHEHWE NPOMEXYTOHHON NPELM3NOHHOCTY C U3MEHAIOWMMUCS DaKTopaMmn «BpeMsi» U «onepa-
Top». Mocne otbopa aHanuavpyemon npobbl ee nogrotasnuealoT B nabopatopun ans aHanusa. OgHy npob6y,
NoABepraBLylocs aHannay Bo Bpemsa cMeHbl (C,), aHanuaupyeT NOBTOPHO APYron onepartop B apyryio cmeHy (C,), u
pe3ynbTaThl CPaBHMBAIOT. 3HAYeHNE CTaHAAPTHOIO OTKITOHEHUSA NPOMEXYTOHHOW NPELM3NOHHOCTH (G, . 0)) ycTaHaBnu-
BaloT B NabopaTtopum No pesynbTaram uamepeHuii 3a npeablaywmi nepuoa. MapameTpbl KOHTPOINBHON KapThl NPeaenos
ANs KaXaoro AnanasoHa paccuuTbIBaoT cnegytowmm obpasom:

- CPEeaHIoLe NHKWLC No hopmyne

d, 6,70 = 1,128 0,7 (A1)
rae oy (r, o) — CPeAHeKBaapaTuyeckoe oTKIoHeHne NPOMEXYTOUHOW NPELU3NOHHOCTH, %;
- BEPXHWUI Npeaen aencTens no dopmyne
UCL, = 3,686 0, ; o (A2)
- BEpXHWUIA Npeaen npeaynpexaenns no dopmyne
UCL,=28340,; (A.3)
PacxoxgeHue (w) paccunTtbiBaoT No popmyne
w _2|C,-C,|100 (A.4)
(C1+Cy)

PacxoxaeHne w HAHOCAT Ha KapTy B TEHEHME KOHTPONUPYEMOro nepuoga.

PekomeHnayeTcs ycTaHaBnNuBaTb KOHTPONUPYEMBIN NEpUoOA Tak, HTOObI KOMUYECTBO PE3ynbTaToB KOHTPONBbHBIX
namepeHnuri 6eno o1 20 go 30. Mocne 3Toro NPoBoAAT OLUEHKY CTAaHAAPTHOIO OTKNOHEHUS NPOMEXXYTOHHOWM NPEeLN3NOHHOC-
™(s, (-,-!O)) pe3ynbTaToB no hopmMyrne

n
m

Siro) = (A-5)

m,-dy

rae m, — YUCNo N3MepeHuii.
Mory4eHHoe 3HaueHne Sy (1 ) MCNONb3YIT ANANOCHeAYOWEro KOHTPOSIA CTabNIbHOCTN Pe3Y bTaToB U3MEPEHUIA.

Bubnuorpadusn

[1] NMB 03-576—2003 MMpaBuna ycTponcTBa M Ge3onacHoM akcnnyataumMu cocyfdoB, pabGoTalowmux nop AaBrneHUem
(YTBepxxaeHbl MocTanoeneHnnem MNocroprexHansopa Pocenn ot 11.06.2003 Ne 91)
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