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Mpeaucnosue

Llenu, OCHOBHblE NPUHLMMNbI U OCHOBHOW NOPSAA0K NpoBeAeHUA paboT No MEeXrocyaapCTBEHHOW CTaH-
Aaptusauuu ycraHoBrnenbl TOCT 1.0—92 «MexrocyaapcrBeHHas cuctema craHgaprusauuu. OCHOBHbIe
nonoxeHusi» u NOCT 1.2—2009 «MexrocyaapcTeeHHaa cuctema craHgaprusauyun. CtaHgaptbl MEXTocy-
JapCTBEHHbIe, NPaBUNa u peKOMeHAALMU N0 MEeXrocyaapcTBeHHON cranaaptusauuu. MNMpasuna pa3paboTtku,
NPUHATUS, TPUMEHEHUSA, OOHOBNEHUA U OTMEHbI»

CBegeHusa o ctaHgapre

1 PABPABOTAH deaepanbHbIM rocyaapcTBeHHbIM 006pa3oBaTenbHbIM y4YpeXxaeHueM BbICLLETO Npo-
deccmoHanbHOro obpasoBaHust «MOCKOBCKWIA roCyAapCTBEHHbIN YHUBEPCUTET MULLEBLIX MPOU3BOACTBY
(erBOY BMO «MI'YTIM»)

2 BHECEH ®eaeparnbHbIM areHTCTBOM N0 TEXHUYECKOMY perynpoBaHUIo U METPOSOMUN

3 MPUHAT MexrocyaapCrBeHHbIM COBETOM NO CTaHAApTU3ALMU, METPOSOTUKN U cepTudhukaummn (NpoTo-
kon oT 25 uioHa 2014 r. Ne 45-2014)

3a NpuHATWE NPOronocoBany:

KpaTkoe HanmeHoBaHWe cTpaHsbl Koa ctpanbl no MK CokpalleHHoe HaMMeHOBaHUe HaLUUOHanbLHoro opraHa
no MK (MCO 3166) 004—97 (UCO 3166) 004—97 no cTaHgapTusaymu

ApMeHus AM MuHakoHOMUKM PecnyGnuku ApmeHus

Benapycb BY Foccranpapt Pecnybnuku Benapycb

Kuprusus KG KbipreiscraHpaapt

Poccus RU Poccranpapr

Tamxukncrax TJ TamkukcTaHgapt

4 Mpukasom PeaepanbHOro areHTCTBa MO TEXHUYECKOMY PEerynupoBaHMio U  METPOnorum ot
19 aerycta 2014 r. Ne 895-ct TOCT 32689.3-2014 BBeaeH B AENCTBME B Ka4eCTBE HALMOHANbLHOrO CTaH-
aapta Poccuiickon ®eaepauumn ¢ 1 ausapsa 2016 r.

5 Hacrodawmn craHaapT COOTBETCTBYET pernoHanbHoMy ctangaapty EN 12393-3:2008 Foods of plant
origin — Multiresidue methods for the gas chromatographic determination of pesticide residues — Part 3:
Determination and confirmatory tests (Mpoaykuna nuwesas pacTuTenbHOro npoucxoxaeHusi. Mynstumero-
Abl Ang rasoxpomartorpadm4eckoro onpegeneHua octaTkoB nectuumaos. Yacts 3. Onpegenexue u nposep-
Ka COOTBETCTBUS TEXHUYECKUM YCIOBUSIM)

CreneHb cOOTBETCTBUA — HedkBuBaneHTHasa (NEQ)

6 BBEJIEH BINEPBbIE

UHopmayusa 06 usMeHeHusx K Hacmosauwemy cmarnlapmy rybnukyemcs 6 exxe2o00HOM uHgopmayu-
OHHOM ykKa3amerne «HayuoHanbHble cmaHlapmbly, a meKkcm U3MeHeHul U ronpasoK — 8 EXEeMECSIYHOM
UHGhopmayUuoHHOM yKasamerne «HayuoHarnbHbie cmaHlapmebi». B criydae nepecmompa (3ameHbl) unu om-
MeHbl Hacmosawiezo cmaHlapma coomeemcemeyiouwjee yeedomieHue 6ydem orybnukoeaHoO 8 exxemecsy-
HOM UHGhOpMayUoOHHOM yka3damerse «HauuoHanbHble cmaHlapmbl»y. Coomeemcemeyiowas uHgopmayus,
yeeOomreHue U meKcmbl pasmewiaiomes maicke 8 UHgopMauuoHHOU cucmeme obuwe2o rnonb3068aHus — Ha
oguyuanbHom calime ®edepanbHO20 azeHMCMea o0 MEeXHUYECKOMY pe2ysiupoeaHulo u Memposoauu e
cemu iumepHem

© Crangaptundopm, 2015

B Poccuiickort deaepanumn HaCTOSALLMIA CTAHAAPT HE MOXET ObITb NOMHOCTLIO UM YaCTUYHO BOCMPO-
M3BEAeH, TUPAKUPOBAH U PacnpoCTpaHeH B kayecTBe oduuuanbHOro usgaHua 6e3 paspewsenus depe-
panbHOro areHTCTBa Mo TEXHMYECKOMY PErynupoBaHMIO U METPONOMUK
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M EXTOCYDAPCTIBEHHTUB 1 CTAHAAPT

npO.CIYKI.l,VIﬂ nuuesan PaCTUTENbHOro NPOUCXOXAEHUA

MYNbTUMETOADbI ANA FA3OXPOMATOIPA®UYECKOIO
ONPEAEJNIEHNA OCTATKOB NECTULIMAOB

Yactb 3

NpenTudukaums n odecnevyeHne NPaBUIILHOCTU Pe3ynbLTaToB

Foods of plant origin. Multiresidue methods for the gas chromatographic determination of pesticide residues.
Part 3. Determination and confirmatory tests

[ata sBegenua — 2016—01—01

1 Obnactb NnpuMeHeHus

Hacroawmi crangapt pacnpocTpaHAeTca Ha NULLEBYIO NPOAYKLMIO PACTUTENBHOMO NPOUCXOXKAEHUSA U
ycraHaBnuBaeT TpeboBaHua k uaeHTudukaummn u obecneyeHnio NpaBunbLHOCTU PE3ynbTaToB METOAO0B ANA
razoxpomarorpadu4eckoro onpeaeneHns oCTatkoB OpraHoranoreHHbiX, opraHogoctopHbIX U (Mnun) opra-
HOA30THbLIX NecTuunaoB.

MprMedaHNe —HacToAWNI CTaHAAPT PEKOMEHAYETCA NPUMEHSTL B LensiX anpoGauvn U HaKoMNeHNs f,0-
MOSHUTESBLHOW UHEPOPMaLMK B 4ACTW ero NPUMEHEHUS.

2 HopmaTuBHbIE CChIFTKU

B HacTosilem cTaHaapTe UCNOSb30BaHbl HOPMATUBHBLIE CChISIKM HA CReAyloLnMe MexrocyaapCcTeeH-
Hbl€ CTaHAapThl:

FOCT 32689.1-2014 MNpoaykums nuLieBas pacTUTENbHOro npoucxoxaeHus. MynotumeToasl Ana ra-
3o0xpomartorpaduyeckoro onpeaeneHnst ocTaTtkos nectuumaos Yactb 1. O6Lwme nonoxeHus

FOCT 32689.2-2014 lMNMpoaykuma nuwieBas pacTuTensHOro npoucxoxaeHusa. MynbtumeTtoabl Ana ra-
30xpomaTtorpaduyeckoro onpeaeneHnsa ocTaTkoB necTtuumnaos Yacte 2. MeToabl 9KCTPakumMn 1 0O4UCTKN

MpuMedyaHue — MNpu NONb30BaHUM HACTOALMM CTaHAApTOM LienecoobpasHo NpoBepuTb AECTBUE CCbI-
MOYHBIX CTaHAAPTOB B MH(OPMALMOHHOI cucTeMe obLiero nonb3oBaHUs — Ha odulnanbHoM caiTe defeparnbHOro
areHTCTBa MO TEXHUYECKOMY PEeryrupoBaH1io 1 MeTporioru B ceTu MHTepHET Uin Mo eXerogHoMy WHOPMaLMOHHOMY
ykasaTento «HaumoHasbHble cTaHgapThl», KOTOPLIA onyBnkoBaH No COCTOSHUI0 Ha 1 siHBapsi TeKyLLero roga, v no Bbi-
nycKkam exxeMecs4HOro MHPOPMaLMOHHOTO ykasaTtensa «HawuuoHanbHble cTaHgapThl» 3a TeKyLuiA rod. ECnu cehinoyHbiil
CTaH4apT 3aMeHeH (M3MeHeH), TO NpW MOSIb3oBaHWM HACTOSILLMM CTaH4apTOM ClefyeT PYKOBOACTBOBATLCH 3aMeHso-
WMM (M3MEHEHHbLIM) CTaHAapTOM. Ecru ccbifodHblii cTaHAapT oTMeHeH 6e3 3aMeHbl, To MorioXeHue, B KOTOPOM AaHa
Cchifika Ha Hero, NPUMEHSETCA B YaCTU, He 3aTparuBatoLLei STy CCbINKy.

3 O61mne nonoxeHus

YCTaHOBMNEHHbLIE B HACTOALLEM CTaHAapTe METOAbI NO3BOMNSAIOT NPOBOAWUTE MAEHTUMUKALIMIO U KOMNU-
YeCTBEHHOE OMpefeneHne coaepkaHus OCTaTKoB MecTUUMOOB METohamu rasoBoi xpomarorpadum ¢ uc-
NoJIb30BaHMEM CENEKTUBHbIX AeTEKTOPOB. Bce BaXKHbIe pe3ynbTaThl 4OMKHbI OblTb NOATBEPKAEHBI C TOYKU
3pEeHUsA UAEHTUMUKALUN U KONUYECTBEHHOTO COAEPXaHUA BELLECTB. MepeuncneHHbie B HACTOALLEM CTaH-
Japrte MeToAbl Takue, Kak rasopasi xpomaTtorpacus ¢ UCNONb30BAHUEM anbTePHATUBHLIX pa3aenuTerbHbIX
KOMOHOK W anbTEePHaTUBHbLIX AETEKTOPOB, BbICOKOA(MEKTUBHAA XUAKOCTHAA xpomatorpadusa (BOXKX),
dpakUMOHMPOBAHUE HA KOMOHKe, AepuBaTun3auus, a Takke CnekTpansHble u3MepeHns NoaXo4saT ANna noa-
TBEPXAEHUS pe3ynbTaToB. PesynbTaTbl, MOMy4eHHbIe C WCMONb30BAHWEM MAacC-CreKTPOMETPUM, UMEIOT
MaKkCMMaribHOE 3HaYeHue AN NOATBEPXKIEHNS pe3ynbTaToB MaSHTUdMKaLUK.

N3pgaHue odpuumanbHoe
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4 OnpepeneHue oCcTaTKkoB NecTULMAOB
4.1 F'asosas xpomarorpacpusa (FX)

4.1.1 Obwme NonoxeHua

Mpu onpenenexHnn ocTaTkoB NECTULMAOB METOAOM ra3oBon xpoMarorpadum NPUMMEHSIOT ra3oxpoMa-
Torpacpu4eckylo CUCTEMY, UHXEKTOP, AETEKTOp U TEPMOCTaT KOMOHOK, KOTOPOIN HArpeBaloT OTAESNIbHO.
MpeumywiecTBoM MeTOAa ABNAETCA NoAaya aHanNM3MPyemoro pactBopa HeMoCpPeACTBEHHO B KOSOHKY. Bbl-
6op u coctaB xpomartorpacu4eckoin CUCTEMbI OCYLLIECTBIISIET aHANMUTUK HA OCHOBaHWUM CBOETO ONbITa, OfiHa-
KO HE0GX0AUMO BbINMOSHATL YCNOBUSI, MPUBEAEHHBIE HIDKE.

JeTekTopbl HAcTpauBalT B TOYHOM COOTBETCTBMU C yKasaHusMW npousBoauTens. MameHeHue 4vye-
CTBMTENbLHOCTU ZIETEKTOPA PETYNAPHO KOHTPONUPYIOT MO JIMHEWHOCTU rpalyupOBOYHOM 3aBUCMMOCTU CTaH-
AapTHoro pacrsopa nectuunaos. Bnok 06paboTku AaHHbIX razoxpomarorpacdnyeckoii pa3aenuTenbHon cu-
CTeMbl A0MKEH ObITb 060PYAOBAH MPOrPaMMHO-aNNapaTHLIM KOMMNEKCOM, KOTOPbIA NO3BOMAET NPOBOAUTL
OLIEHKY HEe TOfbKO MO BbICOTE NWUKA, HO U MO €r0 NAOLWAAN.

O6bIuHbIE YCIOBUSA ra30BOI XpoMaTorpacum NpUBeAeHb! B NPUNOXKEHUN A,

4.1.2 KonoHku aAnA ra3oBoi xpomaTtorpacdpumn

KonoHku ans ra3oeon xpomatorpadun BbiepKMBAIOT B TEYEHUE 24 4 Npu Temneparype, 6nmskon K
MaKCMManbHO PEKOMeHAOBaHHON paboyeln TemnepaType COOTBETCTBYIOLIEH CTaLMOHapHOW (hasbl; pasae-
NAIOLLYI0 CNOCOBHOCTL U M3GMPATENBHOCTL KOHTPONMPYIOT NPU COOTBETCTBYIOLLEH pabodein TemnepaType ¢
NOMOLLbIO CTaHAAPTHLIX PacTBOPOB NMNECTULMAOB. Bo BpeMs KOHAULUMOHUPOBAHUA KOHEL, KONOHKK 0Tcoeau-
HSIIOT OT AeTekTopa.

B kauectBe rasa-HoCuTENS NPUMEHAIOT YUCTLIN CyXOoi a3oT (6e3 npumecer KUCNOpPoAa U BOAbl), BO-
aopoa unu renunid. CKOpoCTb NOTOKA 3aBMCUT OT BENMUMHBLI U TUNA KOMOHKKU. B 0obLiem cnyyae cKOpoCTh no-
TOKa rasa HacTpamBaloT kKak MOXHO TouHee. Bce noasoabl rasa AomkHbl ObiTb 060pYAOBaHbI (UNbTPaMK,
HanoSIHEHHLIMM «MONEKYNSAPHBIM CUTOM», KOTOpPbLIE PErYNsiPHO pereHepupytot. B obwem cnyvae A0mMkKHO
ObITb rapaHTUPOBAHO, YTO BCE YCNOBUA ra30Boi xpomarorpadum (AnMHa KONOHOK, TUN CTaUMOHapHON ¢ha-
3bl, TEMNEPATYPblI WHXEKTOPA, AETEKTOPa U KOMOHKM, CKOPOCTb MOTOKA rasa u 1.4.) 6yayT BbiGpaHbl u
HaCTPOEHb! TakUM 0OPa3OM, YTO BO3MOXHO MMEIOLLIMECH OCTAaTKU NecTuumMaos GyayT oTaeneHbl Makcumarnb-
HO MOJIHO.

Brnaropgaps csoeit pasaensiow|en cnoCoGHOCTH, CPOKY CRyKObl U MEXaHUHECKUM XapaKTepucTMKam
nyyLue MCnonb3oBaTh KONMOHKU U3 kBapua (fused silica), koTopble MMEIOT BHYTPEHHWII guameTp ot 0,20 ao
0,35 MM 1 anuHy oT 10 [0 60 M. B HEKOTOPLIX CNyyasx NPUMEHSIIOT TaK Ha3bIBaeMble LLMPOKME KOMOHKN C
BHYTPEHHUM guameTpom ot 0,5 go 0,8 mm.

B kauectBe cTaunoHapHoi hasbl yallle Bcero ucnonbsleT':

- SE-30 (cooteetcrByet OV-1, DB-1, CP Sil 5, BP-1, SPB-1u T. p.);

- SE-54 (cooteetctByeT DB-5, CP Sil 8, BP-5, SPB-5 n 1.4.);

- OV-17 (cooteetcTByeT OV-11, OV-22, SP-2250, DC-710, DB-608 n 1. a.);

- DB-1301 (cootBeTtcTBYeT DB-624);

- DB-1701 (cootsetctByeT OV-1701, CP-Si/19-CB, BP-10, SPB-7 uT. a.);

- OV-225 (cootsercTByeT DB-225, SIL-43-CB, SPB-2330 u T. A.);

- WAX (coorsetctByet DB-WAX, CP-WAX-52-CB, Carbowax 20 MuT. a.).

4.1.3 CnocoObl UHXEKLUU

MpurosiHbl pasnuyHbie Cnocobbl MHXEKLMK, HanpuMep, BBOA NpoObl 6e3 JeneHus NoToKa UAM G UG-
nonb3oBaHMemM ucnapuTensa ¢ nporpammupyemMoii Temnepartypoi ans seoga npob6 Gonblioro obvema (PTV).
Wx npuMeHeHne 3aBUCUT OT yCrioBuit paGoTel npuGopa 1 CreLmanbHbIX TPEGOBAHMIA.

4.1.4 NeTekTOpbl

Mcnonb3yloT AeTeKkTopbl B COOTBETCTBUM ¢ TOCT 32689.1.

4.2 NMpeaBapuTenbHoe onpeaeneHue

NWHeRHbIR AManas3oH N3MepEeHuii AeTekTopa Npyu BIGPaHHbLIX YCNOBUAX ANS ra30BOit XpoMaTorpadui
OMPeAEensioT NyTem UHXEKUMN pasGaBneHHbIX rpaynpoBOYHbIX PACTBOPOB.

Heobxoaumbiit 06bem pacteopa skctpakra (ot 1,0 4o 10,0 MM® B 3aBMCUMOCTU OT CUCTEMbI), O4U-
LEHHOro B COOTBETCTBMU C METOAOM, U3MOXeHHbIM B TOCT 32689.2, MHXEKTUPYIOT B ra3oBblii XpoMaTo-
rpacp. MonyyeHHas Takum 06pas’oM XpPoOMaTorpamMma No3BONseT Kak UaeHTUDULMPOBATL, TaK U ONpeJensiTh
NPUMEPHYIO KOHLEHTPALIMIO OCTATKOB NECTULM0B B pacTBOPE 9KCTPAKTA.

* HAaHHas wHdopmMauns sBMAETCA peKoMeHgyeMoi W npvBeaeHa AnNA yaobcTBa nonb3oBaTesieil HacTosLLero
cTaHgapTa.
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4.3 Konu4yecTBeHHOE onpeAeneHue OCTaTOYHbIX KONIMYeCTB necTuumuaoB

Bce M3MepeHns ocyLecTBN4aIoT B NMIMHENHOM AuanasoHe ageTektopa. [na onpeaeneHus ocTaTkoB ne-
CTULMAOB roTOBAT HE MEHee ABYX rpafyMpoBOYHBIX PACTBOPOB C Pa3NUYHON KOHUEHTpauuein B O4HOM U TOM
e pacTBOpUTEne, B KOTOPOM HAXOAUTCH OUYULLEHHbIW PaCTBOP 9KCTpakTa. MX KOHUEHTpauua AomkHa npu-
MEPHO COOTBETCTBOBAaTb 0XXWAAEMOMW KOHLIEHTpauWMuM OCTaTkOB NECTULUMAOB B OYULLEHHOM PACTBOPE 3JKC-
TpakTta. NHXeKTUpYIOT OAMHAKOBbIE OOBLEMbI OYMLLEHHOTO pacTBOpa 3KCTpaKTa M ABYX unu bonee craH-
AapTHbIX pacTeopoB. Ocoboe BHMMaHMe obpallalot Ha To, YToObl Nepea KaxabiM aHanM3upyeMbiM pacTBoO-
POM U MOCMe HEro MHXEeKTMPOBANCsl CTAaHAAPTHLIW PacTBOpP, YTOObLI MOXHO OblNO 0GHAPYXUTb BO3MOXHbLIE
M3MEHEHUs NapameTpPoB ra3oxpomarorpauyeckon CUCTEMbI.

MamepsioT nubo nnowaab, nubo BbICOTY nNuka. Pe3ynbTaTbl ABYX UHXEKUMW OAHOMO M TOTO X CTaH-
[apTHOrO pacTBopa AOIPKHbI OTNMYATLCA ApPYyr OT Apyra makcumym Ha 10 %. Heo6Gxoaumo ucnonbL3oBaTb
obpasel cpaBHEHUS B KA4eCTBE BHYTPEHHEro CTaHaapTa.

OO6pa3subl CPaBHEHUSA Y OUYULLEHHbIE KCTPAKTbl 00A3aTE€NbHO PACTBOPSAIOT B OA4WHAKOBOM PacTBOPU-
Tene, Tak Kak B NPOTUBHOM Criydae nomnyyalot Apyroin npodunb UCNapeHna, KOTOPbIN MOXET NPUBECTU K U3-
MEHEHMIO 3HAaYEHNA BPEMEHWN YAESPXUBAHUA U NITOLLAAU UIN BLICOTbI NKKA.

OnpepeneHne BO3MOXHO TONbKO TOrAa, KOraa CcreneHb OOHApY)KEHMSA BeLeCTBa U3 4ucna MHOro-
KpaTHbIX onpeaeneHui nexumt B aguanasoHe ot 70 % A0 110 % ¢ OTHOCUTENbHBLIM CTaHAAPTHBIM OTKITOHEHU-
em < 20 %. CobniogeHue 3TOro ycrnoBusi NPOBEPSIOT NyTEM PErynspHOro KOHTPONS 3Ha4YeHUsi MOBTOPHOIO
onpeaeneHus y npob ¢ n3BeCTHbIMM f06aBKaMU.

5 MeToabl noaATBEepXACGHUSA pe3ynbLTaToB
5.1 O6wWwMe nonoxeHnnA

MoaTeepXaeHWe pe3ynbTaToB UCMbITAHUIA OCODEHHO BaXKHO NpU ONpeaenieHnn 0CTaTkoB NeCTULUUAOB,
KOTOpble OObIMHO HE BCTPEYaloTCA B AAHHOW MATpULIe M KOTAA MpeanonaraeTcs NpeBbilleHue UX MakCu-
ManbHOro konuyecrsa [1]. Horaa BCcTpe4vaerca 3arpsg3HeHMe BELLUEeCTBAMU, KOTOPbIE HE SABNAIOTCA NEeCTu-
uMaamm, HO NPU HEKOTOPbIX XpoMarorpauyecknx MeToaax seayr ceda aHanorMyHbiM 06pa3oM U NOITOMyY
MOTYT NPUBECTU K OLUMOOYHOMY TONKOBAHUIO pe3ynbTaToB. Hanpumep, curHansl apupos conen ranesom
KucnoTbl (pranaTtos) NPU UCNONL3OBAHUM AETEKTOPOB 3NEKTPOHHOrO 3axBaTa U CepoCcCoAepKaLLMX BELLECTB
npyu NPUMEHEHUMN a30THO-(POCHOPHBIX AETEKTOPOB.

PasnuuatoT ABa MeToaa NnoATBEpXAEHUS pe3ynbLTaTos:

- KONWYECTBEHHBbIN — kOraa coaepXxaHue NecTuuuaos MNPeanonoXWTENbHO NPEeBbILWAeT UX Makcu-
MarnbHO AOMYCTUMbIE KONMMYECTBa;

- KQYeCTBEHHbIA — eCrnn OCTaTKU 0Ka3blBAKOTCA HETUNUYHBIMU.

MprMedaHine — K kayecTBEHHBIM METOAAM OTHOCAT XUMUYECKUe peakUMu UNU pasfeneHuns, pu KOTOpbIX
HeKkoTopasi forsi ocTaTka TepsieTcsi. Ocobble NpoGnemMsl NPU NOATBEPKAEHUM MOABNSAIOTCA B Cyyasx, Koraa Makcu-
MarbHble KONIMYeCcTBa HaxoauTes B 06nacTh rpaHuL onpeaenerus.

HeobxoaMMOCTb NOATBEPKAEHUA MOXET 3aBUCETb OT TUNa Npobbl unu ee npeasBapuTesibHO 00pa-
6oTkM. Bo MHOrux cybcrparax noutu Bcerga obHapy)XuBaloTcs onpeaeneHHble ocTaTtku nectuuuaos. B ce-
pun Npo6 aHanorMYHOro NMPOUCXOXAEHUA B HEKOTOPLIX CRy4Yasax AO0CTaTOMHO NOATBEPAUTH WAEHTUYHOCTb
TONbKO B nepBoi npobe. Tawke HET HEOGX0AMMOCTU B NOATBEPKAEHUN PE3YNbTATOB UCMbLITAHMSA, ECIN U3-
BECTHO, 4YTO MaTtepuan npobbl 6bin 06paboTaH AaHHBLIM NECTULMAOM; O4HAKO, NOATBEMKAEHUE HEOOX0AUMO
AN OTAENbHbIX CRy4YaiiHO BblIOpaHHbIX NPO6. Mpu HaNUUMKM KOHTPOMBHLIX NPOG UX CneayeT UCNOoNbL30BaTb
[NA KOHTPONsi BO3MOXHOTO NPUCYTCTBUSA BELLECTB, MELLAIOLLMX NPOBEAEHUIO UCTIBITAHUSA.

Ins KONUYECTBEHHOIO NOATBEPXAEHUA cneayeT NPUMEHSATb KaKk MUHUMYM OAMH METOA APYroro Tuna
1 YKasblBaTb MEHbLUYIO U3MEPEHHYI0 BENWUYUHY. [N Ka4eCTBEHHOro NOATBEPXAEHUS PEKOMEHAYETCA UC-
nonb3oBaHWe APYroro MeToAa, KOTOPbI OCHOBLIBAETCA HA APYrUX (DU3UKO-XMMUYECKMX cBolcTBax. Heob-
XOAUMBIE ANSi NONOXUTENbHOW MAEHTUdMKALUMKN AENCTBUSA NPOBOASAT NO YCMOTPEHMi0 aHanutuka. Ocoboe
3HaYeHne NpuaaloT TaKMM METOAAaM, KOTOPbIE UCKIOYAIOT BIUSIHME BELECTB, MELLAIOLLUMX NPOBEAEHUIO NC-
nbiTaHuA. Kpome TOro, Bbibop MeToAa 3aBUMCUT OT OCHALLEHHOCTU nabopaTopuu npubopamu u OT NPOBOAM-
MbIX B HEii ONbITOB.

B kauectBe nomowm ans aHanutuka B 5.2 — 5.8 n3noxeH psa anbTepHaTMBHbIX BAPUAHTOB NOATBEP-
KOEHUS pe3ynbTaToB.
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5.2 Macc-cnekTpomeTpusa

PesynbTartbl, nony4yeHHole macc-cnektpometrpuen (MC), UMEOT MakCUMarnbHOEe 3Ha4yeHue Ans noa-
TBEPXAEHUA pe3ynbTaToB uaeHtTudukayum (CMm. npunoxeHue b).

YUT06bl NOBLICUTL TOYHOCTb KBAAPYNOSbHLIX NPUOOPOB C BLICOKOIN CKOPOCTLIO CKAHWPOBAHUS, UCMOb-
3ylOT OAHOKPATHYID M MHOTFOKPaTHYI Perucrtpaumio MOHOB. BbiGMpaloT AOCTATOYHOE KONMMYECTBO MOHOB-
dparMeHToB Anst obecneyeHns OAHO3HAYHOW uaeHTUUKauuu. MoBLILEHHAA TOYHOCTL MPU PerucTpauumn
MOMEKYNAPHOTO MOHA MOXET JOCTUraTbCsA 3a CHET XMMWUYECKOW MOHU3auuM BMECTO MOHU3ALMMU SNEKTPOH-
HbIM yAapoM. Tak Kak mMacc-CrieKTpoMeTpbl paboTaloT B HAHOTPAMMOBOM AMAana3oHe, MOXET BO3HUKHYTb
HeoOXoAMMOCTb  MOCNe  rasoBoW  xpomaTtorpadMu  CKOHLEHTPUPOBATL  BKCTPakTbl  AnS  Mace-
CNEeKTPOMETPUYECKOTO aHanu3a, 0oCoDEeHHO ecnu AN KONMMYECTBEHHOro OMnpefeneHust UCnonb3oBaHbl ae-
TEKTOpbl SNEKTPOHHOro 3axBaTta. B HekoTopbiX cnyyasx TpebyeTcA AOMONMHWTENbHAs OYMCTKA, 0COBEHHO
€CNN A0MKHbI BbITb CHATbI 00LUME CNEKTPbI.

PasnuyHble BO3MOXHOCTU MOHM3aUMU (MOHU3ALMK SMEKTPOHHLIM YAapOM WIIM XUMUYEeCcKas WOHU3a-
uus) u TaHgemHasa macc-cnekrpoMetpusa (MC/MC) MOXET yNnyudlinTb HaAEXHOCTb NOATBEPXKAEHUSA pe3yrb-
TaToB.

5.3 cnonb3oBaHue pasHbiXx XxpoMaTorpadumyeckux KOJIOHOK

PesynbTatbl NepBbIX UCMbITAHUA NOATBEPKAAIOT KAYECTBEHHO W KOMWYECTBEHHO MO KpawHew mepe
eLle Ha OAHON KONOHKE C HEMOABWXHOW ha3ol C OTNMYaIOLLENCs NONAPHOCTLIO. KonMuecTBeHHbIE pesyrb-
TaTbl HEe AOMMKHbI OTNUYATLCA OT pe3ysibTaToB NepBOro aHanusa onee yem Ha 20 %. Yka3blBalOT MEHbLUEE
3HaYeHue, TaKk Kak bonee BbICOKOE 3HAYEHMEe MOXET MOSABNATLCS 32 CHET MELUAOLEro BUMSHUS COBMECTHO
3KCTparnpyembix NOOOYHbLIX NPUMECEN.

Mpu BbIOOpE APYroM KOMOHKU crneayer o0paTuTb BHUMaHWE Ha TO, YTOObl OCTAaTOK OTAENnsncsa oT
OCTaTKOB BCEX APYIMX NECTULMAOB UMM NOBOYHBLIX MPUMECEN, MELLAIOLUX NPOBEAEHUIO UCTILITAHUA, KOTO-
pble Ha NepPBON KONMOHKE MMEIOT TE e CaMble 3HAYEeHUS BPEMEHMW YAEpXUBaAHUA, Kak U NOATBEpPXKAaeMbiN
ocTtaTok. Jaxxe ecnu BTOpas rasoxpomarorpaduueckasi KOOHKa He BCEerga no3pomnsier A0OUTLCS NONOXKU-
TENbHOro NOATBEPKAEHMS, OUYEHb YacTO OHa MO3BOMSAET ONPOBEPrHYTh NOXHOMOSOXMTENbHBIN pe3ynbTaT. B
KaXKgom crydae Heo6xoaMMo aarnbHelwee NoaTBepXAeHUe Ansa uaeHTudukaumm ocrartka.

5.4 icnonb3oBaHMue pasHbIX Xpomarorpauyecknx AeTEKTOPOB

Ecnu nectuumabl UMEIOT HECKOSIbKO XMMUYECKUX 3fIEMEHTOB B MOSIEKYNE, TO NPUMEHSIIOT 4ETEKTOPbI,
Haubonee 4yBCTBUTENbHbIE K STUM dnemeHTaM. Tak nnameHHO-hOoTOMETpUIeckue AETEKTOpbl (Ansa cepbl,
dochopa n 0noBa), LIENOYHbIE NNAMEHHO-UOHN3ALUUOHHbIE AEeTEKTOPLI (ANnA d)Topa U asoTra) Mnu KyroHO-
MeTpU4eckne AeTeKTopbl (Ans asoTa, cepbl U rafioreHOB) MOTYT AaTh AOMOSHUTENbHYIO LIEHHYI0 MHdopMa-
uuio 06 octaTtkax. Onpegernsiemoe nraMmeHHo-hOoTOMETPUIECKUM AETEKTOPOM OTHOLLEHHUE cepbl Kk chocchopy
MOXET AaTb NnonesHyo uHopMauuio B crnyvae ucnbitaHusa hocdoTmonaTos.

5.5 BbicokoadptheKkTuBHaA XUAKOCTHAA XpomaTtorpacua (BIXKX)

BbICOKO3(h(PEKTUBHYIO XMAKOCTHYIO XpOMaTorpaduio UCNONbL3YIOT ANA NOATBEPXASHUS A AHHbIX ra3o-
XpomaTtorpacmyeckoro aHanu3a unu Apyrux METoA0B, U B HEKOTOPbIX CRy4asx OHa MOXET oka3aTbCs npea-
NOYTUTENbLHLIM METO/IOM KONMUYECTBEHHOM OUEHkn. OBbIMHO 3aeCb ucnonbaytrca MC-Y® unu dnyopec-
LUeHTHblE AeTekTopbl. [lepuBatu3aums 40 U NOCNE KOMOHKW W/KUNN pasfuYHble AEeTEKTOPbI AAI0T HOBbIE BO3-
MOXXHOCTM ANsi aHANUTUKOB, OCODEHHO KOraa TEPMOYYBCTBUTENBHOCTb MW HU3KasA NETy4eCTb aHanuaupye-
MOrO BeLEeCTBA 3aTPyAHSET UCMbITAHME METOAO0M ra3oBon Xpomatorpaduu.

5.6 PpakMOHMPOBAHUE HA KONMOHKE

MocneaoBaTenLHOCTL SMIOMPOBAHNUA U3 XPOMATOrPadUHEcKoi KOMOHKN BO BPEMS OYUCTKM SKCTPaKTa
npoGbl CNOCOGCTBYET NOATBEPXAEHUIO MASHTUMUKALMM BELLECTBA.

5.7 NepuBaTusaumna

5.7.1 XuMmnuyeckue peakymm

Yacto ucnonb3yioT XMMUYECKME peakuuu B MUKpomacwTabe, B pesynbrare o06pasyloTcsi NpoayKThbl
Pa3noXXeHUsi, NPUCOEAMHEHUSI UMW KOHAEHCALMU, KOTOpble 3aTeM CHOBA WMCMbLITLIBAIOT XpoMmartorpaduye-
CKMM MeTOAOM. OTU NPOAYKTbI UMEIOT APYrUe 3HAYEHUA BPEMEHU YASePXUBAHMA MMM AAIOT Apyrue nokasa-
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HWUS AEeTEKTOPOB, YeM MUCXOAHbIe necTuuuabl. MapannensHo ¢ npeanonaraemMbiM OCTaTKOM nectuuyuaa o06-
pabaTtbiBaloT 06pasel CpaBHEHWA nectuuuaa, Tak, utobbl 06a pesynbrata MOXHO Oblfl0 CPaBHUTH OAHO-
BpeMeHHO. Kpome TOro, UCMbITIBAIOT 9KCTPaKT Npobbl ¢ AoGaBkoi nectuuymza, 4tobbl rapaHTMpoBaTh, YTO
peakuusi NpoTeKaeT Takke U B NMPUCYTCTBUM IKCTPaArMpoBaHHbIX NOBOYHbIX npumecein. OB30p XUMUYECKUX
peakuuii, KOTOpble NPUMEHSIOT ANA NOATBEMKAEHUS, npuBedeH B [2] u [3]. Xumudeckme peakuum MMET
NPEMMYLLECTBO B TOM, YTO OHU MOTYT OCYLLECTBNATLCS ObICTPO U NIETKO, HO B HEKOTOPbIX CryYasix Ans HUX
cneayeT UCnonb30BaTh W/UMKM OYULLATL CNELMAnbHbIE PEareHThl.

5.7.2 ®usnyeckune peakuymm

LlenecoobpasHbiM siBNSETCA UCNONb30BaHWe (HOTOXMMUYECKOTO NPeBpaLLEHUst OCTaTKOB NeCcTULUI0B
[0 OAHOTO WUIK HECKOMNBKMX NPOAYKTOB peakuum ¢ 06pasLoM CpaBHEHUS M3BECTHOTO COCTara. PacTBop 9KC-
TpakTa npobbl ¢ JobaBNEHHLIM B HEFO CTaHAaPTHbIM PAacTBOPOM Bcerga obpabaTbiBaloT  0guHaKoBo. Pe-
3ynbTathl A4ns Npob, KoTopble cogepxaTt Gonblue 0AHOro ocTaTka necTuuuaa, MHorga TPYAHO MHTeprnpeTyu-
poBaTb. B Takux crnyvyasx oTaentHble 0CTaTKM NECTULMAOB Nepes peakunein MOXHO pasaenutb C NOMOLLBIO
BbICOKOIEKTUBHON XKXMAKOCTHOM XpomaTtorpadumn unm ppakLumoHMpOBaHMEM Ha KOSMOHKE.

5.7.3 Opyrue metoAabl

MHorue nectuumabl pasnaratlotcs unu npeobpasoBbIBaOTCS PEPMEHTAMU C MPOTEKAHUEM Cneundu-
YeCKMX NPOLIECCOB OKUCIEHUS, TMAPONU3a UNu AesankunmpoBaHus. MNpoaykTsl peakuyuii obnaaawT ApyruMu
XpomaTorpadmyeckumm CBOMCTBAMM MO CPABHEHUIO C UCXOAHBIMU MECTUMLMAAMU U MOTYT UCMNOMb30BAaTbLCA
AN NOATBEPXKAEHUS, ECMU OHW CPABHUBAIOTCS C NPOAYKTaMU peakuuini obpasua cpaBHeEHUS necTuumaa.

5.8 CneKkTpanbHbIe N3MEepeHUs

[na ananu3a octatkoB nectuynaos metogamm VK-, PamaH-cnekTpocKonumn n cnekTpockonun saepHo-
ro MarHUTHOro Pe3oHaHca MCNOMb3YKT AYEKn MHOFOKPATHOMO OTPaXeHUs, MUKPOSIYE KN, MUKPO3OHAbI, Na-
3epHoe nsnydenue, AMP ¢ npeobpasoBaHmemM ®ypbe U 7.4. OHM yNyyLaT Ka4eCTBO CNEKTPOB M MOBbILLA-
0T TOYHOCTb. Takue MeToabl MOXXHO MCMONb30BaTb ANSA MAEHTMdUKALMU COEAUHEHUIT NOCNe xpomaTtorpa-
dMYECKOro BblAENEHUA B KAYECTBE NOCMNEKONOHOYHOIO METOAa NOATBEMKAEHUS.
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MpunoxeHue A
(cnpaBouHoe)

O6bI4YHbIe YCIIOBUS NPOBEAEHUSA ra3oxpomaTorpadymyecKkoro onpegeneHus

A.1 XnopopraHnyeckue nectuumnabl

A.1.1 YcnoBus Ne 1
KornoHka:

Temnepatypa
KOMOHKM:
[HeTekTop:
UHxeKTOp:
MporpaMmMa
UHXeKTopa:

CkopocTb noToka cBpo-
ca:

A.1.2 YcnoBus Ne 2
KornoHka:

TemMnepatypa
KOMOHKM:
OeTekTop:
UHxeKTOp:
MporpaMma
WHXeKTopa:

CkopocTb noToka cbpo-
ca:

KanunnsapHas KONOHKa Fused-Silica® DB-5 pnuHoit 30 M, BHYTPEeHHUM AunameTpoM 0,25
MM, TONLWMUHOR crnos HenogBuxHo dassbl 0,25 MKM.

nporpamma — 2 MUH U30TEPMUYECKN NPU TemnepaType

°C/MuH oT 110 °C o0 245 °C, 2 MuH nsoTepmudecku npu 245 °C.
LeTEKTOp SMNeKTPOHHOro 3axeaTa, TemnepaTypa 350 °C.
nporpammupyemelii uixektop (PTV).

MUHYC 0,15 MUH OTKPLITO feneHne noToka;

MuHyc 0,10 MUH TemnepaTypa 40 °C;

0,20 MWH 3aKpbLITO AeNeHne NoToKa,

0,25 MuH Temnepatypa 250 °C;

2,00 MWH OTKPLITO AEeNeHUe NoToka;

4,00 muH Temnepatypa 40 °C.

50 cM®/MUH.

110 °C co ckopocTkto 6

KanunnspHas koroHka Fused-Silica® DB-1701* anuHoit 30 m, BHYTpeHHuiA AnameTp 0,53
MM, TONLWMHOR cros HenoABMXHOW a3kl 1,00 MKM.

nporpamMma - 1 MMH u3oTepmudecku npu 80 °C, co ckopocThio 30 °C/mMun ot 80 °C go 150
°C n 5 °C/mun oT 150 °C go 280 °C.

LeTeKTop aMeKTpOHHOro 3axeara, Temreparypa 280 °C.

nporpamMmmupyemslii usxekrop (PTV).

MuHyc 0,15 MuH Temnepatypa 40 °C;

MUHYC 0,10 MUH OTKPLITO ieNeHne NoToKa;

0,20 MWUH 3aKpbITO AleneHne NoTokKa;

0,25 muH Temnepatypa 250 °C;

2,00 MUH OTKPLITO AeneHune NoTokKa;

4,00 muH TemnepaTypa 40 °C.

50 cM>/MUH.

A.2 OpraHodpocpopHble U OpraHoasoTHble NecTUUnALI

A.2.1 YcnoBus Ne 1
KornoHka:

Temnepatypa
KOMOHKM:
HeTekTop:!
NHxekTop:
CKopocTbk NoToka
cbpoca:
A.2.2 YcnoBus Ne 2
KonoHka:

Temnepatypa
KOMOHKH:

[HeTekTop:
NHxekTop:
CkopocTbk noToka cbpoca:

KanMMNNsipHasi KoNoHka Fused-Silica® DB-1* anuHoii 30 M, BHYTPeHHWI AuameTp 0,25
MM, TOSLLMHON cnosA HenoABWXHOW da3sbl 0,25 MKkm.
nporpamMma - Harpes co ckopocThto 50 °C/MuH oT 50 °C o
oT 150 °C go 250°C.

a30THO-POCGOPHBLIN AeTeKTop, TemnepaTypa 275 °C.
TemnepaTypa 250 °C.

0e3 geneHuns noTtoka.

150°C 1 10°C /muH

kanunnspHas kornoHka Fused-Silica® DB-1301" anuHoit
meTp 0,25 MM, TONLMHONR crnos HenoABWXHOW dasbl 0,25 MKM.
nporpamma - Harpee co ckopocTeio 50° C/muH oT 60 °C go 150 °C, 4 °C/MuH oT

250 °C [0 200 °C 1 12 °C /muH ot 200 °C go 275 °C, 2 MUH n30TepMmudeckn npu 275
C.

a30THO-OCGOPHBIN AeTeKTop, TemnepaTypa 275 °C.

BBOZ Npobkl GornbLuoro o6bema npu KOMHaTHOW TeMnepaType.

6e3 feneHns noToka.

30 M, BHYTpeHHU Aua-

* [laHHas MHopMauua sBMSeTCA peKkoMeHAYEMOW M MpuBedeHa Ans yfobcTBa nofb3oBaTenei HacTosLlero

CTaHhapTa.
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Mpunoxexnue b
(cnpaBoyHoe)

OnpegeneHne 0CTaTKOB MECTULMAOB METOAOM MaCC-CMEKTPOMETPUMN

Macc-crneKkTpoMeTpuYecknii MeTod onpefeneHnss ocTaTKoB NECTULMA OB NOATBEPXAAET pe3ynbTaThl UX UAEHTU-
hukaumu B cnyvasx obHapyKeHUs MeHee YyBCTBUTEMbHBIM JETEKTOPOM, Korga Gornee npocTas cucTema 3asbilaeT
UMeIOLLYHOCH KOHLEHTpaLMIo U3-3a MeLLatoLLMX hakTopos.

Ecnu BelyecTBo, onpeaensemoe nNpu UCMbITaHWN, UMEETCH B BbICOKON KOHLEHTpaLWK, a YNCTOTa cnekTpa noka-
3blBa@ET, YTO MeluarLue akTopbl 04eHb Marbl, MOMHbIA MOHHBLIA TOK (MAT) npu 3anucu Bcero cnekTpa MoXeT Ucnonb-
30BaTbCH ANS KONMYECTBeHHoro onpeaeneHns. OAHako Npu NpakTUYecKOM aHanu3e OcTaTKoB 3TW KpuTepuu B Gonb-
LUMHCTBE CryYyaeB He BbINOMHAKTCA. YTOObl OTAWYUTL CUTHAN aHanuaMpyemoro BellecTBa oT OHa, XpoMaTorpaMmmy
ANA XapaKTepucTUYeckUX MOHOB PEKOHCTPYWUPYHOT Ha OCHOBaHWM AaHHbIX ANA BCEro cnekrpa — peKoHCTpyupoBaHHas
noHHas xpomMatorpacus (PUX).

Ona MarHUTHBIX U KBagpynosbHbLIX NPMBOPOB TOYHOCTL KOMUYECTBEHHLIX Pe3ynsTaToB, NOMyYeHHbIX Ha OCHOBa-
HUK namepernin MAT unn PUX, B obLuem criydae MeHbLUe, YEM NMPW OLIEHKE OTAENbHbIX MOHOB B PEXUME MOHUTOPUHIa
cenekTuBHbIX MoHoB (MCU). B pexume MCU npu oTCyTCTBUU NMOMEX OTHOCUTENbHbBIE MHTEHCUBHOCTM (BbiCOTa UMK MNo-
Waab nuKa) ANs KaXA0ro 13 MsMepsembIX MOHOB aHanManpyemMoro pactesopa JofKHbl COOTBETCTBOBATE OTHOCUTENbHBIM
WHTEHCUBHOCTAM AN cTaHgapTHoro Belectsa. OfHaKko Ha npakTuke HagexHocTe MCU-gaHHbIX 47151 HEKOTOPLIX NOHOB
MoYTU BCErga B HEKOTOPOW CTemneHn yMeHbllaeTca noj AeicTBMeM MellatoLlux ¢akTopoB. [N OUEHKU TakuX faHHbIX
ocobeHHO HarnsgeH cnocob, koraa MCU-xpomaTorpaMmbl ANs 9KCTpakTa Npobbl NOMELLatoT Haf COOTBETCTBYHOWUMM
Xpomartorpammamu, nonyyYeHHbIMU ANna CTaHAapTHOro pacTeopa UNu NpeuMyLLeCTBeHHO ANS 3KCTpaKTa Toro Xe uccne-
Jyemoro mMartepuana, AOTUPOBAHHOIO CTaHAapPTHEIM PacTBOpoM. OTO obferyaeT pacro3HaBaHWe TEX CUrHanos, KOTO-
pble OTHOCATCSA K aHanMaupyemMoMy BeLLecTBY, U fienaeT BO3MOXHbLIM OLeHKY CXOL4CTBa TUMOBLIX XapaKTepUcTUK NUKoB
(T. e. bopMbl NKa U BPEMEHN yaepxuBaHus). OTOT cnocod No3BOMSET Nerko onpejennuTe UMerLMecs NOMEXN B Xpo-
MaTorpaMme, U CT@HOBUTCS MOHATHOW HeobXO0AMMOCTb OCTaBfeHUs 6e3 BHUMaHWs 3Ha4YeHuid AN COOTBETCTBYIOLLUX
noHoB. Ecnu MCU-uamepeHuna fatoT fAaHHble Ana 6onee, YeM OQHOMO MOHa, COOTHOLUEHUE WHTEHCUMBHOCTEWH CUrHanoB
OTAenNbHLIX MOHOB MO3BONSAET NPOBECTU Gonee To4Hoe cpaBHeHne. COOTHOLLEHUA AOMKHLI 6bITb CpaBHUMBIMU (BHYTPY
20 %) ¢ COOTHOLUEHWAMM, MOSyYEeHHBIMU ANA COOTBETCTBYIOLWMX cTaHjapToB. Ecnu curHan w3 ogHoro MCWU-kaHana
3HayuTenbHo Gorblue OXUAAEMOro, BO3MOXHO 3TO yKasbiBaeT Ha NMOMEXW, Bbl3BaHHbIE BELYECTBOM, SMHOMPOBAHHLIM
COBMECTHO C ocTaTkaMu necTuUmaoB. [JaHHele u3 aToro MCU-kaHana He AOMKHBI UCNONB30BATLCA AN KOSTMYECTBEHHOM
OLIEHKMN .

Mpu ouerke MCU-gaHHbIX, NPy NOYy4YEeHUN KOTOPbIX Gonee Yem oAnH NOH Gbin n3MepeH Ge3 Melwarowmx rnpume-
ceif, KONMM4ecTBEHHas OL|EHKa CYMTaEeTCs YAOBNETBOPUTENLHON B TOM Cnyyae, Koraa 3a ee ocHoBy GepeTca npeobna-
HJatowuit noH. Apyrne MCU-AaHHble NOAKPENASAOT 3TOT HaWAeHHbIW pesynbTaT. Ecrnn uaMepeHHble NOHBI UMEIOT CXOof-
HYI0 UHTEHCUBHOCTL, PEKOMEHAYETCA paccuuTaTb CpefiHee 3HadYeHWe No pesynbTaTaM, NonyYeHHLIM AN Kaxaoro us
3TUX NOHOB.

* OfHaKo UX HeNb3sa OCTaBNATh 6e3 BHMMaHus, Tak Kak OHM MOryT yKa3aTb Ha TO, 4YTO gpyrue naMepsemble NOHbI
He MOSTHOCTLI0 CBOGOAHBLI OT MeLllarLwnx anMece|7| N 4yto Tpe6yeT0ﬂ AononHuTeneHoe nogTeepXxaeHne.
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