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1 O6aacTh NIPUMEHEHHS

Hacrosiuue METOAMYECKHE YKa3aHMs YCTaHABIMBAIOT METOX ONPEACICHHA MAaccOBOH I0JTH
eCTHIMAOB B THIICBOH TPOXYKUMH (MSACO, MACO ITAIIBL, CyOGIpOXYKTSI, MOJIOKO, sHia, peiba W
HepeIOHbIe OOBEKTHI IIPOMBICIA, Meq), TpoAYyKTax MYCIOBOJICTBA, [OMOpE maén, 3epHe H KopMax ¢
MTpUMEHEHHEM XpOoMaTo-MacC-CIEKTPOMECTPHH npegHazHatIeH JUIA opraHu3alnd H yapexIeHRH,
HEIARHCHMO OT MX OPTaHW3AIMOHHO-PABOBOH (POPMBI, OCYINCCTBIAIOMIAX KOHTPOJIE GE30MacHOCTH
AHIIEBOH TPONYKLIHHA U KOPMOB.

JInanazoH  H3MepHeMOH MAacCOBOMl JIONMM  HMHOIMBHAYAIBHBIX coe/MHEHHK TECTHLUHAOB
ot 0,01 mr/kr 1o 0,5 Mr/Kr.

OnpesieAeMblc COEeTMHERHS NECTHIHAOS! 2.4 — Iusutporonyos, 2,6 — JJUHATPOTONyO, 2,6-au-
Tper-6y THII-II-KpE30s,  AJIaxnop, AnpapuH, AMETPHH, AMMTPa3, Auneroxnop, bBera-umguryTpus,
Budentpun, bpoMmpornunar, Bepuonat, BHHKIO30/MH, TekcazuHoH, I eKcaxJIOpLHKIONEHTAIHCH,
Fentaxnop snokcun usomcp b, I'entaxnop. ["excaxnop6enzon, Anbda-rekcaxopliKIorexkcan, bera-
reKcaxJaopiHKIOreKcaH, Camma-rexcaxnopuuaknorekcad, JUUL JUIE, AT, JenibTaMeTpuH, Juasunou,
Tunsapun, Juxnopdoc, JIMITHITOTYaMUA, Hnpomuon, Kap6apun, KapGodypa, Kymadoc, Jiambna-
nuranotpus, Manation, MesrHpoc, METOKCHXIOP, Hutpoden, Hopdrypasos, [lapaThon, [MapaTuon-
meTun, leHauMeranuH, llepMeTpHH, TlpomerprH, [lpoHamun, [ponetamgoc, Ilpomnoxcyp,
[Mpoummunon,  Tay-dayranunar, Tebykaonazon, 1eGyTHYpOH, Te6ytpun, Terpanudon,
Terpaxnopsundoc, Toknodoc-MeTHII, Tpwanumedon, TpuSydoc, Tpudaypamus, PeHBanepar,
Gunpouun, @DIYMETPHH, @nypumon, QPocMeT, docdamunon, Xnopbensunar, XjopAaH,
Xnopanmedopm,  Xnoprupudoc, Xnopnupudoc-MeTHI, Xnopopodam,  Ximoppensuardoc,
[{unepmeTupH, JH10CyAbpaH cynbdpat, DHApUH, DcheHsaepar, ITHOH, DTOPON, ITPHAA3OIL.

2 CymHoCTh MeTOA

MeTo/ OCHOBaH HAa M3BIEYEHMH NECTHIMIOB H3 aHAMM3UpyeMOoil TpoOLI aleTOHHTPHIOM ¢
nocaeayolnell OYHCTKOH METOA0M JMCIepcHORHON TBepRodasHOl JKCTPAKIMH, KOHICHTPHPOBAHHH
IKCTpaKTa M KOJWYECTBEHHOM OMPECTCHHH TECTUIH0E razoXHIKOCTHOH xpoMmarorpaduei ¢ Macc-
CIIEKTPOMETPUUECKHM JETECKTOPOM..

3 HopmaTHuBHbI€ CCHLIKH

B HAacTOSIUHX METOAMUECKHX yKa3aHUsIX UCMOJb30BaHbl HOPMATHBHLIE CCBUIKH HA CHEAYIOLIHE
NOKYMEHTBI:

TOCT 12.1.007-76 CHcTema cTaHJapToB OE30MaCHOCTH TPYAA. Bpeaubie BEIIECTBA.

Knaccudukaius u obiue TpeGoanus 0e3011aCHOCTH

TOCT 12.1.004-91 CCBT. lMoxapnas 6€3011aCHOCTb. O6ue TpedboBanus

TOCT 12.1.019-2017 CucreMa cTan1apTos 6€300acHOCTH TPy Aa. SnextpobesonacuocTh. Obuume

TpeCoBanys H HOMEHK/IATYPa BHJIOB 3AILHTEI

OCT 12.4.009-83 CCBT. lloxapHad TeXHHKa A 3alIHThL 00bexToB. (OCHOBHBIC BUJBL
PasMelnenne U 00CIyXHBaHHE

TOCT 1770-74 Ilocyaa MepHas j1abopaTopHad CTCKISHHAA. LIMTHH/IPEL, MEH3YPKH, KOJIOBI,

npoGupkn. OOIHE TEXHHIECKUC YCIOBHA

TOCT 9293-74 Asor razoo6pasasiil ¥ xuakuil. Texuuueckne ycjaoBua




FOCT P 53228-2008 Bech! HeaBTOMATHUeCKOI0 NCHCTBUA. Yacts 1. MeTpONOruiecKHe H
Texuuyeckue TpeboBanus. icnpITanusa

Mpumeyatue — [Ipn MONL30BAHMH HACTOAIIMM AOKYMEHTOM Ha METOAMKY H3MepeHwii uenecoobpasHo NpoBEpHTD
JefiCTBUE CCHUIDYHBIX CTAHIAPTOB B MH(OpMALMOHHOH CHCTEME ofmiero NONL3OBAHWA — Ha OfULMATLHOM CcaifTe
(DeepanbHOTo areHTCTBa N0 TEXHHYCCKOMY PEryTHpOBARHIO 1 METPONOriH B ceTH UHTCPHET Wi €XEr0AHO HINABACMOMY
rHGOPMALIMOHHOMY YKasaTemo «HalnonansHpie CTAHAAPTHIY, KOTOPbIH ONYBMKOBAH TIO COCTONHHIO Ha | AHBAPA TEXYLIETO
rOIa, M TO BBUTYCKAM €KEMECSMHOTO HHHOPMAUMOHHOIO yKa3aTe: A «HalonanpHble CTAHIAPTHDY 33 TeKywMii roa. Eciu
CCBLIOUHBLH CTAHPT 3aMeHeH (M3IMEHEH), TO TPH M0N1b30BAKHU HACTOALMM JOKYMEHTOR Ha METOIHKY H3MEPEHUIA cneftyeT
PYKOBO/CTBOBATLCA 3AMEHAIOLINM (M3MEHeHHsIM) CTaHAapToM. Ecaw CCBLINOYHBIA CTAHZAPT OTMeHeH 0e3 3aMeHsl, TO
[OJIOYEHHE, B KOTOPOM J1aHa CChINKa Ha HEro, MPUMEHACTCA B HacTH, HE 3aTparuBatoiiiet 3Ty CCBLNKY

4 MeTpoJiorHYecKHe XapaKTepHCTHKH

HacTosmias MeTOJHKa HM3MepeHHH 00ecrevHBacT BBINOTHEHHE M3MepeHMii MaccoBOH JOIH
HECTMLHZOB C OTHOCHTENbHON DACIIHDEHHOH HCOMPENENEHHOCTBIO pPE3y IhTATOR aHATHTHUECKUX
naMepeHuii npy kodPOHUIHEHTE OXBaTa K=2, ykazaHHo# B Tabmuue 1.

Tabauna 1
Jnanazon 3HaueHne [lokaszarene TTokasaTenb
. | oTHocuTenbHOMU NOBTOPAEMOCTH BOCNIPOM3BOAHMOCT
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R xoadUIMEHTE | TIOBTOPAEMOCTH), BOCHPOH3BOAMMOC-
oxsatak =2, % or, %o ) oR, %
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*-COOTBETCTRYET OTHOCHTELHOMY 3HAUEHHEO TOYHOCTH NIPH JOBEPHTEINLHON BepoaTHOCTH P=0,95

S Cpeacrea H3Mepennii, BCnoMoraTeibloe 0GOpyIOBaHHE, PEAKTHBLI H

MaTepHAJIbI

5.1 Cpeocmea usmepenuit u ecnomozamenonoe obopydosanue

- Xpomarorpad rasoBelii ¢ MAacc-CHEKTPOMETPHYECKHM HETEKTPOM BbLICOKOTO WM HHM3KOrO
paspelueHus, NO3BOIAOMMH BECTH PETHCTPALMIO OT/ICIBHBIX HOHOB ¢ 3aJaHHBIMM MaccaMH B
nuanazoHe 50-850 a.e.M. mpum HOHM3AMHE NpoObI B PEeXUME IIEKTPOHHOTO yIapa WM
XUMHYECKOH HOHM3aUMH M obopynoBanHbii aBrommkektopoM (TSQ8000, Thermo ¢
xpomarorpagom Tracel310 peructpaunonssii Homep 3anucu B Oeepanbiom uug. dorge No

64322-16 );

- KomibroTep ¢ ycTaHOBIEHHEIM MpOrpaMMHBIM oGecriedenem X Calibur (Thermo, CITIA)

- Kpapuiesbie KanumispHble XpoMaTorpapuieckne KOJOHKH ¢ HENOABWXKHON HemomspHo# dazoli

tHTIa DB-5;

- Becnl  HeaBTOMaruueckoro  geiicteusa MS105DU  (Mettler  Toledo
PErHCTPALlHOHHBIA HoMep 3anucu B PenepansiHoM HHd. doHge Ne 63293-16)

IIseiiuapus,

- Jlo3arophl MexaHHYecKHe OAHOKAHANBHbIC C BADbHPYeMbIM 00BheMoM ao3nposans (1-20) Mm®,

(10-100) MM, (200-1000) MM, (1000 - 5000) Mmm® 1o TOCT 28311;
- Mepusie kon6er 1-10-1 mo I'OCT 1770;

- Berpaxusaresns (mefikep) BOPTEKCHOTO THIIA, ¢ CKOPOCTBIO BpatieHua 150-2000 o6/MuH;
- Llentpudyra naboparopras ¢ BO3MOXHON CKOPOCTBIO Bpaiehus poropa 4000 06/MuH;

- TepmocTarupyemslii HarpeBaTe/IbHbLE MOLYIL C CHCTEMOM OTIYBKH PaCTBOPHTENEH HHEPTHBIM

razom Reacti-Therm, Pierce (CILIA);
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- XonoauneHEK GrIToBOMH, 06ECIeYHBAIOLHI [10UIEPXKAHHME TEMIIEPATYPHI B XOIOAHILHOM

otaenernn ot 4 °C 10 10 °C, B MOpO3HIBHOM OTACICHAN HeE BBILIE munyc 18 °C;
TIpobupka nenTprdy)Has NIacTHKoRas, odbeMoM 15 em?,

- CucTeMa moNy4eHHsa ICHOHH3HPOBAHHOH BOAbI BHICOKOH THCTOTHI © YACbHbEIM

conporuBieHuem He Gonee 18 MOm-cm, (Milipore, lepmanus).

5.2 Peaxmugor u mamepuans
- Habop pis tBepaodasuoii sxcTpakuuy BKIMOYatoLmii B ce6: 6 r cynpdara Maraua 1 1,5

- HaGop ans tBepnodasnoit skctpakumm

anerara Hatpus (Supelco, CIIIA);

BKMoYaromuii B ceda: 50 Mr copbenra C-18, 150 Mr

cynbgara Maruus, 50 mr copbenrta PSA (Supelco, CILA);

- lennii rasoobpasnelit, mapku «6.0» TV [1] ;

- A30T razoobpazustii, Mapku OCY, FOCT 9293;

- anetoHuTpui s B3XKX ¢ maccosoii noneit ocHoBHOro BewecTsa He MeHee 99,9 %;

- BOZa IcHOHN3UpoBanHast 1 BOXKX, nonyyennas ¢ HCnois30BaHUeM CHCTEMBI TIPOH3BOICTBA

BOIbI BEICOKOM YHCTOTHI;

3.3 Cmandapmel necmuyudo08 ¢ codepxeanuem 0CHosH020 sewecmeaa e menee 95%:

2,4 — TunuTpoTOIyOn

2,6 — JIHHHTPOTOIYOJT;
2,6-1u-TpeT-0y THII-NI-KPE30J1;
Anaxnop;

Anbapus,

AMeTpHH;

AmMurpas;

AnetoxJiop;
Bera-unguyTpun;
budentpun;

bpomniponunar;

BepHonar;

BuHKNO30/HH;

I'excasnnomn;
[ekcaxIopLUKIONCHTAIHEH;
I'enraxnop snoxcun, uzomep b;
I'entaxnop;
I'excaxnopbenzon;

AJb(ha-reKcaxIOpUHKIOTEKCaH;

bera-rekcaxnopumkiorekcanx;

I aMMa-IrCKCaxX IOPUHKIIOTCKCAH;

HenbTameTpuH;
Juazunown;
Hunbapun;
Huxnopgoc;
JustunronyaMum;

11



Hnpoauon;
Kapb6apun;
Kapbogypan;
Kymadoc;
JIamba-uuranoTpus;
Majiaruos;
Mesungoc;
MeTokcuxnop;
Hurpoden;
Hopdnypazon;
[laparuon;
IlapaTtiHon-meTH;
TleHguMeTanuy;
IlepMeTpuH;
Ilpomerpus;
[Iponamun;
Iponeramdoc;
IIponokcyp;
[IponumuaoH;
Tay-¢nysamunar;
TebyxaoHazou;
TebGyruypom;
TebyTpuu;
Terpanudon;
Terpaxnopeuugoc;
Toxnogoc-merun;
Tpnannmedon;
Tpubydoc;
Tpudaypanun;
(Denpanepar;
Qunposun;
@®aymerpuH;
OnypunoH;
Docmer;
DochaMuI0H;
XnopbeH3unar;
Xnopnan;
Xnopaumedopwm;
Xnopnupudoc;
Xnopuupudoc-MeTHI;
Xnopnpogaw;
Xnoppensundoc;
I{unepmetupn;
OHaocynsdaH cynsdar;
DHApHA;
Achenranepar;
ITHOH;
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- Dronpoir,
- Drtpmaason

ITpuMedanus:

I lomyckaetcs UCTIONE30BAHME JIPYTHX CPe/iCTR W3MepeHHH YTRepKACHHBIX THIIOB, 06ECTeHBANOLLMX M3MEPEHUS C
YCTaHOBJIEBHOH TOYHOCThIO.

2 JlonycKaeTca HCHONb30BaHHE APYTOro 000pYIORAHHA, MATEPHANIOB H PEAKTHRBOB € AHATOTHUHEIMH HIH JIYYIHMH
METPOIOTHYECKMMH H TEXHHYECKMMH XapaKTepHCTUKaMH.

6 TpeGoBanus Ge3omacHOCTH H OXPaHBI OKpY:KaIOMIel Cpeabl

Iomewmenue 1a6opaTOPHH IONKHO COOTBETCTRORATH TPeGOBAHUAM HOWKAPHOH §e30MacHOCTH 110
I'OCT 12.1.004 u nmeTs cpencta noxaporyumeus no FOCT 12.4.009.

Henonr3syemsie B paboTe peakTHBbI OTHOCATCA K BellecTBaM | U 2 Kacca 01lacHOCTH, npu pabote
C HHMH HEOOXOMMO OB 0Tk TpeboBaHKS 6€30MACHOCTH, YCTRHOBJIEHHEIE TS paboT ¢ TOKCHYHBIMH,
CAKMMH H JNETKOBOCIUIAMEHAOIUMUCA BemecTBaMu o 'OCT 12.1.007.

TTomemerus, B KOTOPBIX HPOBOAKTCS IIOATOTOBKA P00, O/DKHBI GBITH 000py 10BaHBI IPUTOYHO-
BHITKHOH BeHTHIIALIMEH,

Omepauun No NMPHTOTORNEHHIO H [O3UPOBAHHIO T'PALYHPOBOTHBIX PACTBOPOB MPOBOJAT IO
TATOM B BRITSKHOM 1nKady.

Ilpy BBEIMTOTHEHHWE W3MEPEHMH C HCMONBIOBAHHMEM XpOMaTQ-mMacc-CIIEKTpOMETpa  cleayer
cobmoaaTs mpaBuia 1o anekTpodezonacHoctr o [OCT 12.1.019 1 IpaBHIIa 6€30NacHOH IKCILTyaTalHH
COCY/IOB, pabOTAKOIMX N0/ JaBTEHHEM B COOTBETCTBHH ¢ [3].

YTunusaumio pacTROpoB i mpod 1ocie 3MepeHHi, MPOBOAIT B COOTBETCTBHH C HOpPMATHBHBIMH
AOKYMEHTaM# 110 YTHIH3aLUHH PAaCTBOPOB H Npob, pa3paboTaHHbIMK B OpTaHH3aIHH.

7 TpeGoBanns Kk KBaJTHGHKALHE ONEPATOPOB

K Bemonnennro wsmcpeHuit AONYCKAIOT CIIEUMATHCTOB, HMEIOLHX BBICIICE HIIH cpeaHee
cneuManbHoe 00pa3oBaHWe, MpPOLIC/UIMX COOTBETCTBYIOLIHI HMHCTPYKTAXK, BIAJCIOIHX TEXHHKOMH
XPOMATO-MACC-CICKTPOMETPHH H H3YYMBIINX HHCTPYKIUK [0 IKCILTyaTallki HCNONB3yeMbIX HpuGopos,
OCBOMBIIIMX METOJMKY M3MECPCHMH U IIONYYMBIIHE YNOBIECTBOPHTENBHEIE PE3yJBTATHl ONEPATHBHOTO
KOHTPOJIS [TPpOLEAYPEl HIMEPEHHIT,

8 Yci0Bus BhINOAHEHHA H3IMeEpeHHi

[Ipw BRINOTHEHUH 110/IrOTOBKH IPOGHI COBMIOAAIOT CIIEAYIOLIHE YCIOBHS:

Temneparypa okpyxalomero Bo3jyxa or 15 °C 510 30 °C;
OrHocuTenbHasA BIaKHOCTE BO3ayXa mpu 25°C ot 20 % no 80 %.

XpomaTorpadHdccKae HIMEPEHAA NPOBOIAT B VCIOBWAX, NMDHBOAMBIX B WHCTPYKIIHY  TIO
3KCILTyaTauus npuGopa

9 OTHop 1 XpaHeHue Npobd
Ot16op npo6 nposoaar, pykopoacTsysacs [2].
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Oro6panneie o6pasiel B 1abOpaTOPHH XPaHAT B TOJMITHICHOBOH MIIM CTEKNSHHOH Tape B
XOJIOMJIbHHKE MPY TEMIICPATYPE HE BhILIE MHHYC 20 °C.

10 MMoaroToBKa K BLINOJHEHHIO H3MEPEHHH

[MoaroToBKa K BHIMOTHEHHIO H3MEPEHHH BKMoYaer B ce0A, IPHTOTOBIEHHC PACTBOPOB,
1IOJIFOTOBKY IIPHOOPA, YCTAHOBIICHHE IPaLyAPOBOMHON XapaKTEPHCTHKH, KOHTPOJL €€ CTabHIBHOCTH H
MOATOTOBKY NPOOLI

10.1 Ipucomoenenue ocnognoz2o cmandapmuozo pacmeopa necmuyuoos Cp ¢ maccosou
kouyenmpayueti 1 mz/car’.

JIns MpUroTORIEHHMS OCHOBHBIX CTAHIAPTHBIX DPacTBOPOB NECTAMAOB Cop pPacCUHTHIBAIOT
HeoOXOMMOK Maccy i-ro BemectTsa 3kBHBaNeHTHYI0 10,0 Mr ¢ ydeToM COIEpXanrHs OCHOBHOIO
BEIECTBA Il KKIOro OIPeaeNieMOro aHaIHTa 10 GopMyIIe:

m; = % x 100% (1)

€ m; — Macca i-ro BelecTsa Heo0XouMas Ut IPUrOTOBIEHUS PacTBOPa, MT;
P; — MaccoBas JIOJISL BEIIECTBA B i-OM CTaHIapTHOM obpasile, %e.

B CTEKTAHHBIC SMKOCTH ¢ 3aBMHYMBAIOMICHCS KpHIIKoi ofbeMoM me meHee 10 oM’ BHOCAT
pAacCUMTaHHBIE MACCHI CTAH/IAPTOB HECTHIIHAOB H ¢ MOMOINBIO COOTBETCTRYIOLIETO 03aTOPa MPUITMBAIOT
1o 10 ¢m® aueToHuTpHIa M NEPEMCIIMBAOT [0 MOJTHOTO PacTBOPEHHAA BEICCTBA,

PactBop XpaHaT npy TeMeparype He sbiuie 10 C ne Gonee 6 mec.

IMepen npuMeHeHHEM PACTBOPHI BELIEPKHUBAIOT NPH KOMHATHOH Temmeparype He mexee 10 Mun.

10.2 Ipucomoenenue pabouezo cmandapmiozo pacmeopa necmuyuoos C; ¢ Maccosou
KOHYeHmpayue Kancoo2o necmuyuoa > mr2/em’,

Jlns npurotopsenns paGouero cranaaprHoro pactsopa Ci B Buaiy 1 xpomatorpada o0beMOoM
2 cM® npH NOMOIIM COOTBETCTRYIOLIETO A03aTopa BHOCAT 0,995 cum® auetoruTpuna u 0,005 cm® pactropa
Co,

PacTBop XpaHsT B IUIOTHO 3aKPBIBAIONICHCS CTEKIAHHOW €MKOCTH IIPH TEMIEpAType HE BhilUE
10 °C ne 6onec 6 Mec.

10.3 Ipuzomosienue pabovezo cmandapmuozo pacmeopa necmuyudos C: ¢ MAcCcos0u
KOHYenmpayuei Kkaxcoozo necmuyuoa I MK2/ert’.

Jias npuroToBIeHns pabouero cranapraoro pactsopa Cz B By A1 Xpomarorpada o0beMoM
2 cM® TIpH NOMOILLK COOTBETCTRYIOMIEro Jo3aTopa BHOcsT 0,8 cm?® auetonutpuna u 0,2 cM® pacrsopa Ci.

PacTBOp XpaHaT B MIOTHO 3aKphIBAlONIEHcs CTCKISHHOH €MKOCTH MPH TEMIEpaType HE BbllIE
10 °C ne bonee 6 mec.

10.4 Ipuzomosnenue mampuunvix 2padyupogounvix pacmeopos G — Gs.

MarpHuHBIE TPaIyHpPOBOYHBIC PACTBOPb! IOTOBAT B IJIACTHKOBBIX IEHTPHPYKHBIX MPOOHPKAX
BMECTHMOCTBIO 15 cM® 13 «ameThIX» mpob (671aHK MaTpuukl) Maccoit 1,0 I, B KOTOpbIC BHOCAT pabouuit
cranfaptHeii pacteop Ci i Cz B cooTBETCTBHY € Tabauuei 2.

Tabnuua 2 — [IpuroToBieHre MaTpUYHbIX rpafyHpoOBOYHLIX pACTBOPOB

O0o3HaueHHe BHOCUMEIH 00BEM BHocHMEI 00BeM Maccosaiion] kaiiaro
rpagyHpOBOYHOTO PACTBOPA pacrsopa Cy, cw® pactsopa Cao, cM? AT B L P HEOBOHDM
’ : pacTBOpE, MIVKT.
Gs 0,1 - 0,5
Gs 0,04 - 0,2
Ga - 0,1 0,1
Gs = 0,05 0,05
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Gz = 0,02 0,02
G - 0,01 0,01

I1po6upKu BeIePKUBAIOT IPH KOMHATHOH TEMIEpaType B TeYeHHe 2-3 MHH U IIPOBOJIAT NOJIHbLIA
UMK OJIrOTOBKH MpPoOb! COracHo pasaeny 11.

10.5 Hoocomoexa nputopa

Ioarorosky nputopa k pafioTe HPOBOJAT B COOTBETCTBHH C HHCTPYKHHMEH MO JKCIUTyaTalMu
npubopa. TlpoBepky 4YHCTOTHI TpPHOOpPa NMPOBOZIAT, XpoMmarorpagupys xomocTyio npoby. [lpubop
CAMTACTCH NPHIONHEIM JUI4 BBINOJIHCHHA aHAM33, €CIM Ha XpOMAaTOTpaMMe XONocToif TPOGHI
OTCYTCTBYIOT MOCTOPOHHHE ITHKH B MECTaX OXH/IAEMOT0 BEIXO0/IA ONpeaelFeMbIX KOMIIOHEHTOB.

Ycnosust xpomatorpahHIeckoro pasieeHHs:

Pexxum MHXeKTOpa: bes meneHus noToka;
TemmnepaTypa uEKeKTOpA: 270 °C;
Temneparypnas nporpamma: HauabHas Temieparypa 80 °C — 2 mun,

uarpes 10 180 °C co ckopoctbio 20 °C/mun,
narpes a0 250 °C co cxopoctsio 10 °C/mun,
Harpes 710 290 °C co cxopoctbio 4 °C/mun,
u3otepMa 1ipu 290 °C — 13 Mumn:

I'a3 HocuTens: reuii;

CKopocTh NoTOKa raza HOCHTENA: 1,1 eM*/mumn;

Temneparypa vaTepdeiica: 280 °C,

Temneparypa nonHoro ucToyHMKa: 200 °C;

PexxuM ckanupoBanus MRM (maccel nonoB B Tabiuue 3)

11 IloaroroBka npod

11.1 Jxempaxyua necmuyudos.

Hagecky o6pa3ua Maccoil OkONO 1 T MOMEMmAT B IIACTHKOBYIO MEHTPHDYXHYIO npobupKy
obbemMom 50 cM® B MpHIHBAIOT COOTBETCTBYIOIIHM J03aTOPOM 5 CM® aleTOHMTpHia (K HaBECKaM
06pa3u03 MCIla IpeaBAPHTEILHO IIPHIIHBAKOT 1 CM3 JeHOHU30BaHHOH BOAEI H MNEPEMEILOMBAIOT A0
PACTBOPCHUA MC/1a) W IOMEIAIOT B LICHKEP Ha 15 MUHYT. B momyyenHblit 5KCTPAKT BHOCAT PEaKTHBEI U3
HaGopa s TBepA0a3HON SKCTPAKIMH, BKIIOYAKOLINGA B cebs 3 r cyns(ara maraug u 0,75 r anerata
HATpHA, TOMCIAIOT B WEHKEP Ha 15 MAHYT, 3aTeM UEHTPuGYrupyloT B Teuenne 15 munyr npu 4000
00/MuH. Ilocne uentpudyruposanus otouparor 1,5 cM® mamocamounoi XKHAKOCTH, MEPEHOCAT B
IUIACTHKOBYIO LEHTPHPYKHYIO IPOOHPKY 06beMoM 15 cm® B mpuctynatoT x ouncTke 3KCTpaKTa.

11.2 Ouucmra sxcmpaxma memooom SucnepcuoHHoil meepoodazHoll SKCMparyyl.

B uenrpudyxnyo npobupky obnemom 15 cm’, comepxaiyio 1,5 cM® skcrpaxta, BHOCAT
peakTuBbl K3 Habopa 1A TBepA0GAa3HON JKCTPaKIMH BKIIOHAIOIIEr0 B ceba 50 mr copbenra C-18,
150 mr cynedara marnms, 50 mMr copbenta PSA u nomemaior B meikep Ha 15 MuRYT, 3aTeM
uenTpudyrupyior npu 4000 o6/MuH B Tewenwe 15 MHHyT. [Tonyyennyro HamocafouHyIO KHIKOCTE
IEPEHOCAT B BUATY XpoMaTorpada ¢ KOHHYeCKHM RHOM 06BeMoM 1,5 oM, ymapusarot Jlocyxa B TOKE
a30Ta WM BO3Ayxa M niepepactBopsior B 0,05 v’ aneronmtprna. oTossri obpasen UCTIONB3YIOT 11
aHaJiiza.

Iloarorosnennrie ansi aHanu3a o6pasisl MOIyT XpaHUTbea A0 30 CYTOK IPH TEMIIEPATYpe He
shue 10 °C,

JI1e  MCKAIOYEHHS JIOXHOIIOJNOKHTELHBIX PE3YILTATOR, MapaliiellbHO C HCCIIE/TyEMBIMH
06pa3uamn SKCTParupyoT U OYHLIAIT XONIOCTOH ofipasell rae BMECTO HaBecKH 06pasna HCIoNb3yloT
1 oM’ auetonutpuna. Hatijennoe 3uagenue CONEPKaHUA KDKIOro NECTHLHIA B XOJIOCTOM 0Opasle
BBIYUTAIOT H3 PE3YNHTATa AHATH3A TIPOOBL.
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12 BoinoiHeHue H3MepeHHil

Unentnduxaumio 1 usMepeHne NpoBoJsT € HCNOIbIOBAHAEM XPOMATO-MAcC-CIEKTPOMETPA C

HOHM3aUMEH NpOoObI DICKTPOHHBIM YAAPOM.
12.1 Xpomamo-macc-cnekmpomempuueckusi anaius.
XpoMaro-Macc-CIIEKTPOMETPHIECKYIO CHCTEMY TOTOBSAT K paboTe B COOTBETCTRHH C HHCTPYKITHeH

10 JKCILTYaTali,

YCTaHaBIMBAIOT TIPOrPaMMy aHAIM3a JUIS XPOMATOrpadhuHecKoro pasacicHHs aHATH3UPYeMbIX

AECTULIMIOB C UCIIONB30BAHUEM HENOMIPHONA KonoHxu Tuna DB-5.
IIpuMEpHEI BHA NPOIPaMME]l JUS KOJNOHKM ATHHON 30 M, mquametrpoM 0,25 MM U TONUIMHOIN

HEMOABHXHOH (a3l 0,25 MKM IpeaCTaBlICH HIKE:

PexyM HHXKeKTOpa:

0e3 JeneHus mOToKa;

Temneparypa HHXKeKTOpPa:

270 °C;

Temneparypnas nporpamma:

HavansHas TeMmreparypa 80 °C — 2 mun,
narpes 10 180 °C co ckopoctrio 20 °C/mum,
Harpes a0 250 °C co ckopoctsio 10 °C/Mmus,
narpes 10 290 °C co cxopocrsio 4 °C/vun,
uzorepma npu 290 °C ~ 13 MuH;

["a3 HocHTENE: TEJIHI;
CkopocTe noTOKA raza HOCHTEJIA: 1,1 cv’/mun;
Temneparypa untepdeiica: 280 °C;
Temmeparypa HOHHOT'Q HCTOYHHKA: 200 °C;

Pexum CKaHHPOBAHHA

MRM (Maccebl HOHOB B Tabnuue 3)

Tabnuna 3. Maccs! perHCTpHpYEMBIX HOHOB NECTHIH/OB

Poautenbckuit Hoqepunii voH, Jneprus
Coeyuaenne

HOH, M/Z m/z coyaapennd, 3B
165 118,1 10
2,4 — JIuHurpoToityon 163 119.1 5
165 63.1 20
2,6 — luuuTpoTomyon 165 148.1 10
2,6-qu-TpeT-0yTHII-1I- 205,2 1772 10
Kpeson 2202 205,2 10
. 223,1 117.1 35
223.1 132,1 20
161,07 146,06 12
Asaxop 188,08 160,07 10
292,91 222,92 20
DI 292,91 25791 20
Awerpun 227 185 10
227 212 10
a—— 121 106,1 10
131,9 117.7 16
o — 181,05 141,04 22
181,05 153,05 6
340,96 184,98 15
Bpommponuzar 342,96 184,98 20
Kapbapwun 115 89 16
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144 15,1 22
164,01 149 1o
Kap6 ’
apbodypat 221,01 164 5
139 75 20
6
XnopBensunar 139 111 15
< 372,81 265,87 15
flopAaH 374,81 267,87 15
Xnopaamedo 3 o T
M M
it p 196 181 10
266,98 158,99 15
X ; ;
opdensundoc 322.97 266,98 15
X0 bam 21310 =i T
AopTIpo 213,06 171,04 10
« i 313,93 257,95 15
nopmHpHdOc 315,93 259,95 12
285,91 92,97 20
Xnopnupudoc-MeTHI 285.91 270,91 25
226 163 18
Kymadoc 209.9 182 10
- 206,03 151,02 20
eta-undyTpun 226,03 206,03 17
P 181,04 152,03 23
Aa-LMTaIoTp 197,04 141,03 15
LiunepMeTHpH o303 o K
PMETHD 181,03 152,03 17
234,97 164,98 20
10201 234,97 198,97 18
245.95 175,97 25
ANE 247.95 175,97 20
234,94 164,96 20
JUIT 234.94 198,95 15
o 252,93 171,95 10
eNbTAMETPHH 252,93 173,95 10
109,06 93,03 12
JuazuHou
304.1 179,06 15
184,95 92,88 L
Auxiophog 219,05 184,95 10
JAunsapun i o m
ap 276,92 240,92 10
272 237 15
€
HAOCY/IbDaH CyTbpaT 387 289 10
5 280,91 244,92
HAPHH 344,88 280,9
230,99 129,01 20
3THOR
230,99 174,99 15
158 97 12
Dronpon
158 114 3
S1puaason 210,93 139,95 LI
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210,93 182,94 15
(Denranepar / 167,05 125,04 10
OcgeHpanepat 419,13 225,07 10
366,9 2129 28

DUnpoHIT
366,9 244.9 20
— 239 1682 15
239 203,1 10
DQurypupon 328.,1 189.1 45
329,1 3282 15
250 55,1 16
Tay-¢pnaysanunar 550 199.0 0
INekcaxnop6enzon 289,81 211,86 20
283,81 248.84 20
I'ekcaxnopuuknorexcan 180,91 108,95 25
(anibga-, Gera-, ramma-) 218,89 182,91 15
Téstaxiop 271,87 236,89 15
273,87 238.88 15
I'enraxnop snokcuna, 134,93 98,95 15
n3omep b 182,91 154,93 15
lekcaxmopumknonenTaue 237 119 20
H 237 142 20
I 171,1 71,1 15
ereasHon 171,1 85,1 15
Pl 314,03 245,03 15
316,03 247,03 15
Manatuon 173,02 99,01 10
173,02 127.01 10
R 227,01 169,01 20
227,01 212,01 15
262,99 109 15
ITaparnon-meTnn 262,99 546 s
127,04 109,02 10
Meurgoc 192,04 127,03 12
19G,2 91,1 35
s L 190,2 TEN 30
Hurpoden 201,99 138,99 21
282,98 252,98 15
173,1 145,1 10
Hoppypason 303,1 1451 20
Tiapaae: 291,03 109,01 15
291,03 137,02 10
o —— 252,13 162,08 12
252,13 191,09 12
183,04 153,03 15
HlepMETpus 183,04 165,03 15
160,01 77,01 20

docmer

160,01 133,01 15
®ochamunon 227,05 127,03 15
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264,06 127,03 15
IHpouumuaon 283,02 255,02 10
285,02 257,02 10
[Mpometpun 226,1 184,1 10
241,1 1841 10
IIponamun 1729 145 15
2541 226,1 10
IIponetamdoc 236,07 166,05 15
236,07 194,06 5
Ilponokeyp 110 64 10
152 110 10
TeGykaonazon 250,12 125,06 20
252,12 127,06 20
156,1 74 15
Tebyraypon 171,1 156,1 10
241,1 170,1 15
TEGYI‘pHH 241,1 185,1 5
Terpaxnopenspoc 328,91 108,97 29
330,91 108,97 23
Terpanudon 226,93 198,94 18
355,88 228,93 10
Toxnopoc-merna 264,96 219,97 20
264,96 249,96 18
208,07 111,04 25
Tpuanumedon 208,07 306 2
202 146,9 5
Tpubydoc o e >
Tpudypatun 306,1 160,05 2
306,1 264,09 15
128,1 86,1 5
Bepaonart TR Ty
Bunknosonun 284,97 212 15
286,97 214 15

JUit NOBBHILEHNUS YYBCTBHTCIRHOCTH Macc-CICKTpOMETpa AeT¢KTupoBaHue MRM nepexonor
HOHOB pPa3dMBAIOT Ha HCCKOJBKO BPeMEHHbIX CETMEHTOB, B TECYCHHE KOTOPhIX MACC-CIIEKTPOMETP
PETHCTPUPYET HOHBI NTECTHUHIOB, BXOASIINX B aHHbIH MPOMEXYTOK BPEMEHH.

12.2 Onpedenenue epemen yoepacueanus

Bpemena ynepxuBanus onpemensior npm YCTAHOBJICHMH TpPajyHpOBOYHOH 3aBHCHMOCTH,
BpeMena ynepxuBanus 3aBHCAT OT THIA KOJIOHKH 1 YCITOBM# paboTet.

12.3 Honyyenue 2padyuposounoi saeucumocmuy ois ONPEOENIEMBIX KOMNOHEHMOE

Hoctpoenne 1 pacuer rpanynposoyHoii XapaKTCPHCTHKH TIPOBOJAT B KAXK/J0H CEpUM aHATH30B B
ABTOMATHHUECKOM pEXUME NpH NMOMOIM IIPOTPAMMHOTO ofecmedeHus, Merox 06paboTkH JlaHHBIX —
BHEIIHKH cTannapT, [IpoBoasT mamepenus He MeHee TPEX MATPHYHBIX I'DaZYMPOBOYHBIX PACTBOPOB,
IIpHIOTOBNCHHBIX No 1. 10.4, obs3arenbHo Brmouas pactsop Gl, Ilpu ycranosnenun rpaayuposouHoit
SABUCHMOCTH, MCHOMNb3YIOT JIHHEHHYW QyHKUMIO BHAA y = a + bx, I PaayHpOoBOYHas 3aBHCUMOCTE
CUMTACICH NPHEMEMOH, €CIM PacCYUTaHHOE NPOTPAMMHBIM OBECIIEUCHHEM 3HAYEHUE KBa/ipaTa

Ko3(uimenTa Koppensiuun A KanubpoBouHoit KPUBOH KaX0ro necTuuuaa ne Mchee 0,98,
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12.4 ITposedenue usmepenus

Jlns  npoBepkH  YHCTOTHI XPOMATO-MacC-CIICKTPOMETPHYCCKOH  CHCTEMBI B HIDKEKTOP
xpoMatorpaa BBoAT | mm’ aneronutpuna, OuennBaT obmmii poH, Hamuune HbdeKToB «GAMITHY 1
apreaktos, B ciyyae obmapyxenus apTe()akToB IPOBOJAT OUHCTKY XPOMAaTO-MacC-CHEKTPOMETpA,
KOTOpas — BKIIOWACT  OIHH MIM  HECKONLKO  CHEAYIOIIMX  STALOB: KOHIHIHOHUPOBAHUE
XpomMarorpaMuecKoi KOJIOHKH, 3aMeHa JIAHHEPa U CeNTH B MHKEKTOPE, OUHCTKA HOHHOIO HCTOYHHKA,

JL1A OLEHKH TYBCTBHTEBHOCTH CHCTEMBT BBOIAT 1 MM’ MaTPHYHOTO IPafyHPOBOYHOTO PaCTBOpa
G1, CoorHomenne CHTHAT-IYM UTH aHAIM3HPYEMBIX COEIHHEHHH T0MKHO GITh He Menee 10,

B unxextop Xpomarorpaga mroast AHATUIHPYCMLIH JKCTPAKT B yCIIOBHAX YKA3AHHBIX B 11,12, 1,
Perucrpupyior Macc-xpoMarorpaMmsl it MRM nepexonos ykasauusix B Tabnune 3.

HaenTrukanmo necTHIMAOR NIPOBOAST HA OCHOBAHMM BPEMEHH YAEPKHBAHUSA U COOTHOLUCHHS
MRM nepexoaor HOH-NIPEALICCTBEHHHUK — HOH-NPOAYKT, BLIYHCIAOT oTHOmEHE naolaaci MUKoB Ha
Mace-xpomarorpaMmax MRM nepexozoB mo6oro rpamynposodroro PacTBOpa, HCIONB3YEMOro AJIs
OCTPOCHHA TPALYHPOBOUHON XapaKTEPHCTHKH, ¥ aHATH3HPYEMOi npo0kl, ITO COOTHOIIEHHE JOTKHO
HMETh pacxoxicHuc ue Homnce + 30 %.

Ilectnumn B aHaiMzupyemoit npofe cumtaercs HNEHTHQHIMPOBAHHBIM, €CIH BbHINOTHCHB!
CIICMYIOLIHE YCTIOBHSL:

- COOTHONICHUA CUTHAT-UIYM MACHTHOHUUPOBAHHOIO [IUKA OOJbIIE HIIH PABHO JICCATH;

- BPEMA  YAEPKHUBAHHA HICHTHOHIHMPOBAHHOTO MHKA COBIANAeT C BpEMcHEM ero
YACPKUBAHAA, NONYIEHABIM IPH  YCTAHORJIEHHH TPAIyHPOBOYHON 3aBHCHMOCTH HITH OTJIHYaeTCq OT
Hero He Bosree yeM Ha 0,02 Muy.

- COOTHOINEHHE MIOMA/CH ITHKOR HACHTHOULKPOBAHHOIO MECTHIHAA HA MAaCC-XpOMaTorpaMMax
MRM  nepexomor moboro rpanynpoBOMHOIO  pacTBOPa, HCMOAB3YEMOTO  miisi NMOCTPOCHRSA
TPanyHpOBOYHOH XapaKTEPUCTHKH, H aHAIM3HPYEMOil POGBI UMETH pacxoxnaeHHe He Sostee + 15 % .

12.5 Obpabomxka pezynsmamos usmepenuii.

PacueTsl niiowaam nuka 1 MaccoBoit oK HICHTH()HIMPOBAHHDIX IECTHLMIOB BLIIONHSIOT npu
TIOMOIIM NPOrpaMMb! 0OPaGOTKY TaHHEIX B aBTOMAaTHUECKOM PeXHME, Omnpeaenenue mioua e
nposozar no MRM nepexony, umeromemy HauOONbIIYIO HHTEHCHBHOCTS.

3a pesynbTaT H3MEPEHHH MPUHUMAIOT Cpe/iHee apH(pMETHIECKOE 3HAYEHHUE PE3YIIBTATOR JBYX
1apajl/ICIbHBIX ONPEAENEHUH, CCI BLINONHAETCS YCIOBHE IIPHEMIEMOCTH:

2-|X, - X,|
X, +4X,
rae Xi, Xz — pe3yibTaTsl Napalie/ibHbIX ONpPEACACHUHA MAaCCOBOH I0NH HECTHIUIOR,

I' — 3Ha4YCHUC NpEesia NOBTOPAEMOCTH, YKa3aHHOe B Tabmie 1.

Pesynbtarst usmepenuit cogepxanns necturuos OKPYIJLIIOT A0 TPETHErc JeCHTHYHOTO 3HAKA H
BBEIPAXAIOT B MI/KT.

12.6 Opopmaenue pesynomamos uIMepenutl

Maccosyto go:mo i-ro NIECTHLM A, MI/KT, MPEICTARISAIOT B BH/E

Xi+ A, (3)

Txe X — cpeaHee apudMeTHYCCKOE 3HAYECHME PE3yJIBTaTOB JIBYX NApalllIENBHBIX

ONpeaeIeHHH, MI/Kr;
Aj — 3HAYECHHE NOrPELIHOCTH ONPeIe/ICHHS COIEPHKAHKUA I-TO IECTULHAA,
paccuMTaHHoe 1o popMyne
A =X, U, -00], (4)
rie Ui ~ 3Hauenue OTHOCHTeNBHOH pacuIHpeHHoH HCONPEACIICHHOCTH COAEPKAHNA i-TO
FIECTHLIMAR IS COOTBETCTBYIOINErO IMANA30Ha U3MEPEHHH, Y%, B COOTBETCTBHH ¢

100 < r (2)
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Tabsuuei 1
12 Kourpouib kavecrBa pesy/ibTaToB H3MEpPEHHH NPH peaIH3aLHH METOAHKH

B Ja0opaTopuu

Ouenxy TNpeUUIROHHOCTH pe3yILTATOR WCMHITAHME B YCIOBHAX TOBTOPAEMOCTH W
BOCIIPOH3BOAHMOCTH MPOBOAAT B cooTBeTcTBUH ¢ ['OCT UCO 5725-1, TOCT UCO 5725-2

12.1 IoeTopsieMocTh

AGCOIIOTHOE PacXOMJIEHHE MEXKITY Pe3yNbTATAMH ABYX OT/ENBHBIX HE3aBHCHMEIX HCIIBITAHHH,
MOMYYCHHBIMH OJITHHM K TEM XK€ METOJOM Ha O/HOH 7naboparopHOit mpobe, B oaHOH H TOH IKe
71abOPaTOPUK OJHHM H TEM XKC¢ ONEPATOPOM HA OJHOM M TOM K€ IK3IEMILIAPE 00OPYIOBAHHS B TeYEHHE
KOPOTKOro MPOMCHKYTKa BPEMEHH, HE JODKHO [PEBHINATHL Mpeje] LOBTOPAEMOCTH I, yKa3auHbli B
rabnune 1, Gonee uem B 5% ciyuaes.

12.2 BocnipousBoauMocTs

AGCOMOTHOE pacXOXIeHHE MEXIY pe3yabTaTaMu ABYX OTAENLHEIX MCHBITAHHIA, HOIYIEHHBIMH
ONHHM H TeM e METOIOM Ha OAHOH nabopartopHoil mpobe, B pasHEBIX nabopaToOpHaX pasHEIMH
OlICpaToOpaMi Ha pasiMYHBIX 3K3EMIUIApax OOOPYTOBAaHHA, He MOKHO TNPEBHILIATE MOKA3aTENE
BOCTIPOM3BOAUMOCTH OR, ykasaHHbli B Tabimvue 1, Gonee yeM B 5% cIydaes.

lleproamaHOCTE  KOHTPONS HCHOMHATENCM NPOLEAYDH BBHITONHEHAS HIMepenuit, a Taxke
pcanuiyeMble  MPOLEAYPHl KOHTPOJA CTAGHILHOCTH  PE3YIbTATOB  BBINOTHACMBIX H3MEPEHHI
PEINaMERTHPYIOT B JIOKYMEHTaX CHCTEMBI MEHEKMCHTA KayecTRa.

Bubéauorpadus

[1] TY 0271-001-45905715-02 emnii ra3o00pasHbli BRICOKOH YHCTOTHI (CKATHIH)

(2] «Ilucemo Poccenbxosnaazopa or 08,08,2012 N ®C-EH-2/10267 06 oT6ope npob (0Opasuos)
OT MOJKOHTPOIBHBIX TOBapOB AJIA MPOBEACHHA 1ab0paTOPHBIX HCCAEIOBAHMI B MCITBITATENEHEIX I[EHTpax
(mabopatopusx) (BMecTe ¢ "PexoMeHIAUHAMHA 110 0T60py mpob (06pasLos) OT pa3IHYHOH MPpOAYKLIHH")

[3] Ipukas Penepambroit cnyxOGs 10 SKOJIOTHIECKOMY, TEXHOJOIHIECKOMY H aTOMHOMY
Han3opy or 15 nexabps 2020 roga N 536 MdegepanbHsre HOPMEI H MpaBuia B 00JIaCTH HPOMBILILICHHOMH
OesomacHocte  "IpaBHiia  TPOMEBIIIICHHOW Oe30MacHOCTH OpH  HUCTONB30BAHHH  000pyZOBaHWA,
paboTarouero noa H3GEITOUHBIM JAaBieHreM"
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