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NEPEYEHB YCJOBHBIX OBO3HAUEHUH

BHUUIIBT — BcepoccMMCKUM  HAYyYHO-UCCIEAOBATEIILCKUNA  MHCTUTYT
NUIIEBO OMOTEXHOJIOTUN

B3C — BonHO-3TaHOIBHASA CMECH

I'CO — rocynapcTBEHHbII CTaHIAPTHBIN 00pa3el

I'X-MC - ra3zoBas  xpomarorpadusi,  CONpsDKEHHas B  Macc-
CHEKTPOMETPUUYECKHUM JI€TEKTUPOBAHUEM

Kpenocts — 00beMHOE coiepKaHuE ITaHOJIA

HUN Il bI'Y — HayuHo-uccnemosarenbCkoe yupexaeHue «MHCTUTYT
AIepHBIX TpoOemM» benopycckoro rocy1apcTBEHHOIO YyHUBEPCUTETA

OCKO — OTtHOCUTENBHOE CPEAHEKBAIPATUYECKOE OTKIOHEHHUE

MU — meroauka usMepeHun

MCO — MexrocyaapCTBEHHbINM CTaHIAPTHBIA 00paserl

PBD — pacTBOp BOOHO-3TaHOJIBHBIN

CO — cranmapTHbIli 00pazeln

AA — B niepecuete Ha 0e3BOHBIN 3TaHoJ (absolute alcohol)

Ethanol wnu Eth — sTanon

IS — BuyTpennuit cranaapt (Internal Standard)

m\z — Macc-3apsiIHOE OTHOUIEHUE

LOQ — Limit of Quantification

RF — koaddumment orkiuka (Response Factor)

RRF — orHocuTensHbIl k03 Punuent orknrka (Relative Response Factor)

SIM — Selected Ion Monitoring

TIC — Total Ion Current



OBIAA XAPAKTEPUCTUKA PABOTbI

[Tepeuens wmoueBbix cnoB: AJIKOI'OJIbBHAA TIPOAYKIMA, JIETYUYUE
KOMIIOHEHTHGI, KOJIMYECTBEHHOE OINIPEJEJIEHUE, 'A3OBAA
XPOMATOT'PA®IS, MACC-CITEKTPOMETPU S, PEOGEPEHTHBII METO/I,

Lens paboTbl — Bamupanusi pedepeHTHOro Merofa «ITaHONI B KadyecTBE
BHYTPEHHEr0 CTaHAapTay, MpoBepka ero padorocnocooHoctu Ha ['X-MC.

Bricokas akTyaabHOCTH pabOThl O00ycClOBJI€Ha O00beMaMH MPOU3BOJICTBA
QJIKOTOJIBHOW TPOJAYKUMU B MUpE, BKJIIOYaronieil B ce0s He TOJIbKO HANUTKH, HO
TaK)K€ AUCTWUIATHI JUIsl WX TPOU3BOACTBA M AOCOJIOTHBIA STUIIOBBIM CIUPT,
UCIOJIb3yEeMbIi B MEIMLIIMHCKON U (papMalieBTUUECKOM 1€ATETbHOCTH.

OOBEKT WuCCIEeNOBaHMUS — JTaHOJICOAEp Kallas NPOAYKUHUsA, ONpereTeHue
JETY4YuX MPUMECe B KOTOPOM OCYILIECTBIISETCS ra30BOM XpomaTorpaduu.

[Ipenmer wuccnegoBaHus — METOH «OTaHOJI B KayeCTBE BHYTPEHHETO
CTaHJapTay» I MPAMOro KOJIUYECTBEHHOTO ONPENEIICHHS JIETYUYNX KOMIIOHEHTOB.

[IpeacraBnensl pe3yabTaThl BalWJAlMK METOAAa B OAHOW J1abopaTtopuu U
pe3yJbTaThl BalUAAIMM HA OCHOBAaHWHM W3MEPEHMH, BBIIIOJIHEHHBIX pAaHEE IMpHU
BAIMJALIMM  TPAAULIMOHHOTO METOAA BHYTpPEHHEro craHjaapra. [lomydeHHbIe
pe3yJIbTaThl CBHUJETEIBCTBYIOT O TOM, YTO MPEIJIOKEHHBIM METOH II0 CBOUM
XapaKTepUCTHKAaM HE YCTyNaeT TPaAULMOHHO MCIOJIB3YEMOMY METOAY BHYTPEHHETO
craHgapra. B TO ke Bpems METOJ SBISETCS MEHEE BpeMs-, MaTepUAIO- U
TPYZIO3aTPaTHBIM CPEAM BCEX M3BECTHBIX METOJOB KOJWYECTBEHHOTO OIPEAECICHUS
JIETYYHX NMPUMECEN B aJIKOTOJIBHOW MPOLYKIIHH.

Bnepsbie npeacTaBiaeHbl pe3ysbTaThl YCIEIIHOIO HCHOJb30BAHUS OCHOBHOT'O
KOMIIOHEHTA B Ka4ECTBE BelllecTBAa BHyTpeHHero ctanaapra Ha [ X-MC cucremax.

B rmmaBe 1 nmpencraBieH —aHaNMTUYECKUd 0030p  JMTEpaTyphl IO
KOJIMYECTBEHHOMY OIPEACIICHUIO JIETYUYUX NPUMECEH B AJIKOrOJIBHOW MPOAYKUUU U
0o0CYyX/IeHbl ~OTpaHUYEHMs] CYLIECTBYIOUIMX METOAOB aHanu3a. Ilpexacrasien
MHHOBALMOHHBIM METOJ «ITaHOJ B KaueCTBE BHYTPEHHEro ctaHaapra». O0cyxaeHa
BO3MOXHOCTh npuMeHeHuss Merona Ha ['X-MC cucremax. B rmaBe 2 omnucassl
METOJMKM  TPUTOTOBJIEHHUS ~ CTAHJAPTHBIX  O0Opa3uoB s yCTaHOBJICHHUS
METPOJIOTUYECKUX XAPAKTEPUCTUK METOAA U METONMKHU MPOBENCHUS HCCIIEIOBAHUM.
['maBa 3 mocBsilieHa OMMCAHUIO U OOCYXKJIEHHUIO PE3YJbTaTOB, MOJYYEHHBIX B XOJ€
BaJIMJIAlIMM METOJIa, a Takxke ero anpodanuu Ha I'’X-MC npubope.

O0bem Maructepckoi aucceprauuud cocTaBiasier X crpaHul. B pabote
coaepxkutcs X pUCYHKOB Ha X cTpaHuUIlaxX, X TaOJaull, 3aHUMAarOIUX X cTpaHulbl. B
X0JIe HaMMCaHUsl MaruCTepCKoM uccepTauu ObUIO UCTIOIb30BaHO X JIUTEPATYPHBIX
WUCTOYHUKOB. Pe3ynpTaTbl uCCIENOBaHWN, IPOBEICHHBIX B paMKax HaIMCaHUS
MarucTepcKkou 1uccepTaiuu, onyoJIuKoBaHbl B X padoTax.



BBEJAEHUE

AOGCoIIIOTHOE OOJBIIMHCTBO XUMHUYECKUX U (U3UKO-XUMHUYECKUX aHAIU30B
CBA3aHO C  MCCIEIOBAHUEM MHOIOKOMIIOHEHTHBIX CMecC€d. YCTaHOBJICHHE
KaueCTBEHHOI'0 U KOJMYECTBEHHOTO COCTaBA CMECH MI'PAET BEAYIIYIO POJIb B OLIEHKE
KauecTBa MPOAYKIIMH, UCIIOIb3YEMOU B pa3IMUHbIX 00JIACTAX HAYKU U POU3BOJICTBA.

JlanHast quccepTalMoHHas padoTa MOCBSIIEHa KOHKPETHOM 001acTH — aHaIu3y
KayecTBa M O€30MacHOCTU AJKOTOJbHOM MNPOIYKUHH, YHOTpeOJeHHE KOTOpOH —
MIOBCEMECTHOE U IIMPOKO BCTpeuaeMoe siBI€HHEe BO BceM mupe. Jlrobas enuHuia
QJIKOTOJIBHOW MPOJIYKLUHUH, OyJlb TO AaJKOTOJIbHBIM HANUTOK, AMCTWIUIAT AJIs €ro
IPOU3BOJCTBA WJIM 3TUJIOBBIM CIMPT JUISI MEAMLIMHCKUX II€JIeH COIAEPKUT B CBOEM
COCTaBE  HEKOTOpblE  KOJMYECTBAa  JIETYYUX  KOMIIOHEHTOB  (TOKCHYHBIX
MUKpPOIIPUMECEH ), KOTOpBIE Yallle BCEro MPEICTABISAIOT COOOM CIUPTHI, aJIbIETUABI U
a¢upel. ConepkaHue TOKCUYHBIX MHUKPONPUMECEH CTPOro HOPMHUPOBAHO, U JaXe
HE3HAYUTEIBHOTO MPEBBIIMICHUS] UX KOHIEHTPALMI J0CTaTOYHO, YTOOBI B TON WM
WHOM CTENEeHM MOBJIMATh Ha OPraHoJeNTHYEeCKuEe TMoKa3zarenu HanuTka. Kpome
BJIUSIHUS Ha BKyCOApPOMATUYECKUE KaUueCTBa, JIETy4Yrle MPUMECH TAKXKE MPECTABISIOT
yIpo3y YeJI0BEYECKOMY OpPraHU3My, MOCKOJIbKY MHOTHE U3 HUX TOKCHYHBI. Hanbonee
neYaJibHO U3BECTHBIMU NPUMEPAMU SIBIISIFOTCSI METAHOJ U alleTallbJIeTU/.

Omnpenenenue coaepKaHusl JETYYUX KOMIIOHEHTOB B JIKOTOJIbHOW MPOAYKIIUU
BBINIOJIHAIOT METOJIOM ra30BOM XpoMarorpaguu. B coOTBETCTBUM C HOPMATUBHBIMU
HAIlMOHAJIBHBIMUA U MEXIyHAPOJHBIMU JOKYMEHTAMU KOJMYECTBEHHOE OINpE/IEICHHE
IPOBOJUTCS METOIAMH BHYTPEHHETO, TUOO BHEILIHETO CTaHIapTOB.

Ha ceronuamHuii JeHb BCE HCIOJNb3yeMble METObl KOJUYECTBEHHOTO
omnpeNeNeHusl JIETyYMX KOMIIOHEHTOB B  QJKOTOJIbHOW MOPOAYKIUMU HUMEIOT
HEpEeIlIeHHbIE OrpaHuYeHus. B cooTBeTCTBMM C TpeOOBaHUSIMU HOPMATHUBHO-
IPABOBBIX JOKYMEHTOB II0 Yy4Ye€Ty UM KOHTPOJIIO QJIKOTOJbHOW MPOAYKIIUH,
KOHILEHTpAIMU MCCIEAYyEMbIX JIETyYUX KOMIIOHEHTOB JOJIKHBI OBITh BBIPA’KEHBI B
eAMHMIIAX M3MEpPEeHUs MI/1 B Iepecuere Ha Oe3BoAHbIA crnupt. s 3Toro
HEOOXOMMO MPOBECTU JOMOJIHUTENbHBIE MPOLEAYPhl ONpPEAENCHUs MIOTHOCTH U
00BEMHOI0 COJIEp)KaHHUSI 3TAaHOJA B MCHBITYEMOM 00pas3le, KOTOpbIE SBISIOTCS
BpEMSI- U TPYJ103aTPATHBIMHU, a TAKKE HE MO3BOJISIOT MPOBOAUTh KOPPEKTHBIA aHAIN3
B ClIy4ae BBICOKOI'O CYMMAapHOI'O COJIEp>KaHMs JIETy4YuX KOMIOHEHTOB. Kpome 3Toro,
METOJIbl BHEIIHETO CTaHjapTra, ucnoib3dyrommecs B crpaHax CHI, He
yHU(UUHUPOBAHBI, @ €AUHCTBEHHO JOCTYIIHbIE MMIIOPTHBIE CTAHJAPTHBIE OOpa3libl,
npUMEHsIEMbIE 17151 KaTMOPOBKH, 001a/1al0T PSAJIOM CYILIECTBEHHBIX HEIOCTATKOB.

C nenbro pemieHus yKa3aHHBIX MpoOieM ObLT MPEJIOKEH WHHOBAIMOHHBIN
METOJI MPSMOTO OIpPEICICHHs JETYYUX KOMIIOHEHTOB B QJIKOTOJIbBHOM MPOAYKIIHH,
OCHOBAHHBIA Ha MCHOJB30BAHMM JTaHOJIa B KayeCTBE BHYTPEHHErO CTaHJapTa.
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[TockonbKy 3TaHOJI ampUOPH COAEPKUTCA B JHOOOM 00pasle aaKOTrOJIbHOM
OPOAYKUMHU, JTaHHBIA METOJ HCKIIOYAaeT HEOOXOJIMMOCTh J0OABJICHMS BEIECTBA
BHYTPEHHETO CTaHJApTa B UCHBITYEMbIE O0Opa3lbl, a TAKXKE HCKIIIOYAET U3MEPEHHE
Kpernoctu o0pasiia U cB0OOJIEH OT MOTPEUTHOCTH JO3UPOBAHUSI.

OcHOBHBIE pe3ybTaThl BBIIIOJHEHHBIX TEOPETUUECKUX U IKCIEPUMEHTAIBHBIX
UCCJIEIOBAHUIA OBLIIM HEOAHOKPATHO OIYOJIMKOBaHbl B PELEH3UPYEMbIX Hay4YHBIX
U3JIaHUAX, & TAK)KE€ BBIHOCUIIMCh HAa O0CYKJIEHHE nepe] NpoPUIbHON ayJuTOpUen Ha
MEXAYHApOAHbIX  KOHpepeHIMsX. B gaHHoil  aMmcceprauuMoHHOM — paboTe
IPEACTABICHbl  pe3yJbTaThl BaJWAALMH  MPEAJIOKEHHOT0O METOJa B OJHOM
1abopaTopuu, a TakXke NPHUBEACHbl BO3MOXKHOCTH €ro BajluJallid Ha OCHOBAHHHU
paHee TOJIyYeHHBIX JaHHbIX. lIpeacTaBieHHBbIE SKCIEPUMEHTAIbHBIE PE3YJIbTAThI
ObUTM 00paboTaHbl B TMOJHOM COOTBETCTBHM C TPEeOOBAaHUAMM MEXIYHAPOIHBIX
CTaHJapTOB, HarpuMmep, cepuu crannapros MCO 5725.

l'azoBass xpomarorpadusi, CONpsSKEHHasT C  MacC-CIEKTPOMETPUUECKUM
JNETEKTUPOBAHUEM — UYPE3BbIYAHO pacHpoCTpaHEHHAash CEeroJHd TEXHOJOTHS
HCCJIEIOBAHUS MHOIOKOMIIOHEHTHBIX cMecel. Takue cHucTeMbl 00J1azaroT Ooliee
BBICOKOW YYBCTBUTEIBHOCTHIO M CEJIEKTUBHOCTBbIO. B CBSI3W C 3THUM, C LEJBIO
BO3MOXHOTO paclIMpeHusi 00JacTH NPUMEHEHHs MPEIOKEHHOTO METOa, ObUIM
BBITIOJIHEHBI U MPEJICTABIEHBI PE3YIbTaThl COOTBETCTBYIOIINX UCIIBITAHUH.

Takum oOpa3zoM, IJIaBHBIM HaIpaBICHUEM HCCIEAOBaHUS HACTOSALIEH pabOThI
ABJIIETCS ~ METOJl  MHPSIMOTO  ONpENENeHUsT  KOJUYECTBEHHOTO  COCTaBa
MHOTOKOMITIOHEHTHBIX CHCTEM Ha MpUMEpPE OSTAHOJICOAEP)KAIEH MPOAYKIIHMH.
[IpuBoaMMBIE pE3yJbTaThl AKCIEPUMEHTAIBHBIX pa0OT BKIIOYAIOT BaJIAJIALUIO
METO/Ia Ha Ta30BbIX Xpomarorpadax, CONpsHKEHHBIX € IJIAMEHHO-MOHHM3ALMOHHBIM
NETEKTUPOBAHUEM, a TaKXKe HSKCHEPUMEHThl M0 MCHOJb30BAaHUID OCHOBHOTO
KOMIIOHEHTa CMECH B KayeCTBE€ BHYTPEHHEro CTaHJapTa NHpH aHalu3e oOpasla
MetosioM ['X-MC, npoBeIcHHBIEC BIIEPBBIE.

Boicokas  mpakTMyeckas ~ 3HAUMMOCTh  NPOBOAMMOrO  HCCIEAOBAHUS
o0yCJIOBJIEHa  KOJOCCAJIbHBIMU ~ O0ObE€MaMHM MPOU3BOJACTBA U  NOTPEOJICHUS
aJIKOTOJIHOW MPOAYKIMU HE ToibKO B Pecnybnuke benapych, HO U BO BceM MUpe.
Pa3paboTanHblii METOJ| aHaiIM3a MPETEHAYeT Ha 3BaHHE pe(EepeHTHOro, OH MOXKET
UCIIOJIB30BaThCA B JIO00M MpopuiIbHONU sabopatopuu 0e3 NpHOOPETeHHs] HOBBIX
PEaKTUBOB WJIM OOOpYAOBaHHS M 0€3 MPOBEACHUS AOMOIHHUTENbHBIX MPOLEIYP.
CoznaHue eIMHOr0 MEXIOCYyAapCTBEHHOTO CTaHJIapTa HAa OCHOBE MPEIJIOKEHHOIO
METO/Ia U 0TKa3 OT MCIOJIb30BaHUs 3apyOeKHBIX CTAaHAAPTHBIX 00Pa3LOB MPUBEIYT K
3HAYUTEILHOMY YMEHBILIECHHUIO 3aTpaT, CBS3aHHBIX, B TOM YHCIIE, C MOAJIEPKKON U
pa3paboOTKOM HOPMATUBHOW JOKYMEHTAllMM B JIaHHOM OTpacid, K YyHU(UKAIUU
METO/IOB KOHTPOJIS KaueCcTBa aJIKOTOJIbHON MPOTYKIIUH.



I''IABA 1. OB30OP JIUTEPATYPBI

1.1 ITapamMeTpbl KavYecTBA AJIKOT0JbHON MPOAYKIIUN.

He npencraBnsieTcs BO3MOXHBIM yCTAaHOBUTH TOYHOE KOJHUYECTBO BHOB
QJIKOTOJILHBIX HAITUTKOB, BCTPEUYAIOIIUXCSI CETOIHS BO BceM mupe. [IpuunHoii sTtomy
SBJISIETCS IIUPOKOE PasHOOOpas3HWe ChIPbS IS TMOJYYEHUs] HAMUTKOB, TEXHOJOTHUU
MIPOM3BOJICTBA, T00ABOK U T.JI.

B HopMatuBHBIX qOoKyMeHTax [1, 2] ankorojibHas MPOIYKLIMS MMOIpa3IesIeTCs
Ha BHUAbl B 3aBUCHUMOCTH OT HCXOJHOTO CBIPbS, KPEMOCTH, T.€. OOBEMHOIO
COJICp>KaHMs ATaHOJIA, MACCOBOM KOHIICHTPAIIMU OOIIIETO IKCTpaKTa U caxapa.

K mnoxkazarenssM mnpaBWIBHOCTH MAapKHUPOBKM W YIAKOBKH  OTHOCSTCS
HaroJHEHWE OYTBUIOK, IIEJIOCTHOCTh JTHKETKH H Ap. K opraHonenTudeckum
MOKa3aTesIM OTHOCSAT BHEIIHUN BUJI (I[BET, MPO3PAayHOCTh), apoMaTr WU OYKeT,
BKYC. DU3HKO-XUMHUYECKHUX IoKasarejiei HAaMHOI'O 0oJblIIe, caMble
pacrpocTpaHEHHbIE W3 HHX 3TO KpENOCTb, MAacCOBBIE KOHIIEHTPALUM JIETYy4YHX
MpUMECei, MacCOBBIE KOHIIEHTPAIIUU JICTYYuX KHCJIOT U Gypdyposa, coaepkaHue
pamuoHyKIUI0B. Pexxe ycTaHaBIuBarOTCS TpeOOBaHUS K ONTHYECKON IIIOTHOCTH [3],
COJICP)KaHMIO JKeye3a u Menau [4], colep)KaHUI0 TOKCUYHBIX 3JIEMEHTOB, TAKMX KaK
CBHMHEII, MBIIIBAK, KaAMUNU U PTYTh [5], 001IeMy AMOKCHUIY CEphl, IIEI0UYHOCTH [6],
OKHCIIIEMOCTH [5], MacCOBBIM KOHIIEHTpAIUAM caxapoB [7], 1yOMIbHBIM BeIIeCTBaM
[3] u mp.

JleTyurie KOMIIOHEHTBI MJIM TOKCHYHBIE MHKPOIPUMECH B aJIKOTOJIBHOMN
MPOJYKITUU Yallle BCEro SBIISIOTCS COUPTaMU, albJCTHIaMU U CIOKHBIMU d(pupamu.
OHu 00pa3yroTcst B IIpoliecce MPOU3BOJICTBA, HAIIPUMED, NMPU OPOKEHUH, U SBIISIOTCS
HEOThEMJIEMOM 4YacThio Jr000ro HamuTka. Jlaxke TakoW  «IIPUMUTHBHBIN
QJIKOTOJIbHBIN MPOJYKT KaK BOJIKA Ha MPAKTHUKE MPEJCTaBISIET cCO00M HE OMHAPHYIO
BOJITHO-ITAHOJIbHYI0 CMECh, OH 3a4acTyl0 COJICPKUT B CBOEM COCTaBe IPHUMECh
aleTajgpJeruaa, METaHOJIAa W HW3OMPONUJIOBOTO CcHupTa. Takue aaKoroJibHbIC
MPOAYKThI KaK KOHBSK, BUCKH, POM, ()paKIMU MPU MEPETOHKE STHIIOBOTO CIIUPTa U
JUCTUJUIATHI JIJI1 TIPUTOTOBJICHUS CHUPTHBIX HAMMTKOB, KaK IPaBUJIO, COJIEPXkKaT
OO0JIBIIIOE KOJTUYECTBO JIETYUYHUX MTPUMECEH B BHICOKMX KOHIICHTPAIUSIX.

HeoO6xomuMocTh KOJWYECTBEHHOTO OIpPEACIICHUS JIETyYMX KOMIIOHEHTOB B
QJIKOTOJILHOW TPOAYKIIMK OOYCJIOBJIEHA WX TOKCHYHBIMHU JIMOO KaHIIEPOTCHHBIMH
cBorictBamu. Hambosee omacHBIMH IJIsI 3/I0POBBS UeJIOBEKA MPUMECSIMHU SIBIISIOTCS
aleTajgbJeru, METaHOJI M U3OMNPONWJIOBBIM crnupT. Hamuuume HEKOTOpBIX
KOMIIOHEHTOB, HarpuMmep, H30IpOoIIaHoIa U OyTtaHomna-2, II03BOJISET
UaeHTUPUIIMPOBaTh KOHTpahaKTHYIO aJKOroJibHYI0 mpoaykiuio [8]. Kpome atoro,
MHOTHE JIETYyYHEe KOMIIOHEHTBHI HMMEIOT SPKO BBIPAKCHHBIC OPTaHOJICHTHYECKUE
CBOMCTBA, IMOATOMY WX HM30BITOYHOE KOJMYECTBO MOXKET IOBJIMATH Ha BKYCOBBIC
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KauecTBa UCXOAHOIr0 MpoAyKTa. HanuTku, mpou3BeeHHBIE U3 ChIPbsI ONPEIEICHHOIO
reorpa)u4eckoro  MPOUCXOXKACHUS U 1O OCOOEHHOM pelentype, HUMEIOT
OpUOIU3UTENIbHO MOCTOSHHBIA M, CaMO€ Ba)XHOE€, YHHMKAJIbHBIM KOJIMYECTBEHHBIM
COCTaB JIETYYMX KOMIIOHEHTOB. B TakuX S3JIUTHBIX HaNUTKax, KOJIUYECTBEHHBIM
npoduiib JeTy4nux NpUMeceil UrpaeT pojb «oTnedarka mnanbueB» [9-11]. 3auacryro
HAa TpPaKTUKE B 00pa3lax »JJIUTHBIX BHUH, KOHBSKOB U JPYrMX HaIUTKOB
KOJIMYECTBEHHOE COJEp)KaHWE IMpuUMeced BaXKHO B IMEPBYIO Oudepelp Ui
MOJATBEPKICHUS UCTOPUU MTPOUCXOKICHUS HATUTKA.

HemanoBaHO OTMETUTh, YTO COTJIACHO CTAThsIM OEIOPYCCKOW, EBPONEICKON 1
poccuiickoit ¢papmakoneit [12-14], razoxpomaTorpaduyeckoe OnpeaeseHue JeTyunx
npuMeceil — 3TO 00s13aTeIbHOE HUCIBITAHUE 3TUJIOBOrO CHUPTA. DTUJIOBBIM CHUPT,
IPOLIEAIINA UCTIBITAHUSA, YKa3aHHBIE B COOTBETCTBYIOMIMX (PApMaKONEHHBIX CTaThX,
UCIIOJIb3YETCsl 111 U3TOTOBJICHUS:

® HACTOEK M AKCTPAKTOB W3 PACTUTENIBHOIO ChIPbS, YNOTPEOIsEeMbIX BHYTpPb

(GosphIIIHUK, BaJiepUaHa, KaJeHIyia, 3Bepo0oit u Jip.);

® pacTBOpOB Hoja, kam(popbl, MYpaBBHHOBOIO CHUPTa, OPUILJIMAHTOBOTO

3€JIEHOT0, MEHTOJIOBOTO CIUPTA U AP.;

e Mazel Hapy>KHOTO OpUMEHEHUS (OKOIHUKA, NepMETPUHA,

TUMETWICYIb(OKCHIa U Ap.).

Takum 00pa3om, odeBHIHA BHICOKAs 3HAYMMOCThH aHAIM3a KOJIUYECTBEHHOTO
omnpeNeneHusl JEeTYy4YuX KOMIIOHEHTOB B 3TaHOJICOAEpKalled MpOJYyKIHUH Kak
OCHOBOIIOJIAraroiiero (Qgakropa ee KayecTBa W Oe3onacHOCTH. JlaHHBIA aHamu3
UCIIOJIb3YETCsl HE TOJBKO MPU MPOBEpPKE KauecTBa MUIIEBOM MPOAYKIIMH, OH TaKXKe
YCTaHOBJIEH B KaYECTBE 00s13aTE€IbHOT0 MCIBITAHUS ATHJIOBOIO CIIUPTA — OJJHOTO U3
BaKHEUIIUX BUIOB ChIPbs B (hapMalleBTUUECKONW U METUIIMHCKON MTPOMBIIUIEHHOCTH.

1.2 TpaI[l/Illl/lOHHI)Ie METOAbI ONPEACTCHUA JIETYIUX npuMeceifl

Ha ceropnsmnuii 1eHb KOJUYECTBEHHOE OMPEACICHUE JIETYUUX KOMIIOHEHTOB
B aJIKOTOJIbHOM TIPOJYKIIMH TIPOBOJAST METOJOM Ta30BOM Xpomarorpaduu —
COBPEMEHHBIM METOJIOM Kauye€CTBEHHOTO M KOJIMYECTBEHHOI'O aHajn3a, COYETAIOIUM
AKCIIPECCHOCTh M TMPOCTOTY aHajdu3a, HAJACKHOCTb ITOJIYyYaeMbIX pe3yJIbTaTOB.
Metoapl, OTAWYHBIE OT Ta30XpOMATOrPaPUUCCKHX, SBISIOTCS yCTApPEBIIUMH: OHHU
HaMHOro OoJjiee TPYJOEMKH, MEHEe TOYHBI M IPEIU3HUOHHBI; OHHM IPHUBEIACHBI B
pazzaene 1.2.3 B 03HaKOMUTEIbHBIX IETISX.

1.2.1 BHemiHero cranaapra

B benapycu, Poccuu u npyrux crpanax CHI' konuyecTBEHHOE ONpeAcsieHUE
colepKaHUsl  JITYYUX KOMIIOHEHTOB  BBITIOJNIHAETCS  METOJOM  aOCOIOTHOM
IpaJyupOBKU WM BHEIIHETO cTannapTa. lanasiM MetogoM B Pecnybnuke benapych
aAHAJIN3UPYIOT:



® BOJKH, CHUPT 3TWIOBBIA, OTTOHEI [15-17];

e cnupt-ceipen [18];

® KOHBSKH, JUCTUIUISITHI KOHbSYHBIE U OpeHau [19];

® BHUHOJCJIBUYECKYIO MIPOAYKIUIO, B KOTOPYIO BXOJST BUHA, CHUPTHBIC HAIMUTKU
W3 BUHHOTO (B TOM 4YHCJE KOHBSYHOTO), BUHOTPAIHOrO, (PPYKTOBOTO
(TUJI0JTIOBOT0) M KaJIbBAJOCHOTO JTUCTUJUISITOB, BUHHOTO, BHHOTPAJAHOTO M
bpykToBoro (mioaosoro) cnuptos [20];

® AaNepUTHUBBI, KOKTEHIM, Oanb3ambl, JHKUHBI, MYHIIW, HAJUBKH, HACTOMKHU
(roppkue, TONyCNAgKUe, CHaJKUE), JIeCEpTHbICE HAMUTKH, CIUPTHBIE
ra3upoBaHHbIC U HETA3UPOBAHHBIC HAMMUTKHU, JIUKEPHI (KPEMKUE, JECEePTHHIE,
OMYJILCUOHHBIE), KpPEMbI, POM, BHCKH, TEKWIY, CIUPTHBIE 3EPHOBBIC
JUACTUUIMPOBAHHBIE HAMUTKH [21].

I'panyupoBka mpubopa mo METOJYy BHEIIHETO CTAaHAApTa MNpeayCMaTpUBaET
MOCTPOCHUE JIMHEHHBIX 3aBUCUMOCTEN OTKJIMKA JETEKTOpa OT KOJIMYECTBA BEIIECTBA
M0 HECKOJIbKUM YPOBHSIM KOHIIEHTPALMN JJI KaXKJIO0T0 MCCIIEAYyeMOro KOMIIOHEHTA.
JI71s1 5TOro MPOBOJSAT U3MEPEHUSI CEPUU CTAaHAAPTHBIX PACTBOPOB C aTTECTOBAHHBIMU
3HAYCHUSIMU KOHIIEHTpaIui OTMpeIeNIIeMbIX JETYy4HUX KOMITOHEHTOB.
['panyupoBOYHYI0 TMPSAMYH) CTPOSIT MPOTPAMMHBIM  OOECIIEYEHUEM METOJ0M
HAaMMEHBIIMX KBaJpaToB. YTOJ HakKJOHa MPAMOMU sBJseTCA (PakTopoM OTKIMKA RF
(Response Factor) u onpenensiercs cieayroiiei Gopmymoit:

RF; = Ci* /A", (D

rae C7Y — KoHIeHTpauus i-oro HCCIEIyeMOro KOMIIOHEHTa B I'PaayHdpOBOYHOM
pactBope, Mr/i; A" — OTKIMK JeTeKTopa Ha i-blii KOMIIOHEHT B IPagydpOBOYHOM
pacTBope, MPOU3BOIHHBIC STUHUIIBI.

KonnenTpaiuio ucciaeayemMoro JieTydero KOMIIOHEHTa B UCIIBITYEMOM 00pasiie
B PA3MEPHOCTH MT/JI ONPEEIOT MO cleaytoiei popmyre:

C; = RF; - A, (2)

rie A; — OTKIHMK JeTeKTOopa Ha I-bIi HCCIEAYEeMbId KOMIIOHEHT B HCIIBITYEMOM
o0pa3iie, MPOU3BOJILHBIC €TUHUIIBI.

Bce cymecTByrone HOpMaTUBHBIC JOKYMEHTHI, PETYIHPYIONTUE ONpeIeICHUE
JETYYUX KOMITOHEHTOB B QJKOTOJIBHOW MPOAYKIIMH, MPEIyCMaTPUBAIOT HTOTOBOE
IIPEICTABIICHUE KOHIICHTPAIH JIETyYnX KOMIIOHCHTOB B €MHUIIAX M3MEPCHHS BHU/IA
Macca/o0beM B mepecuere Ha 0e3BoAHBIN cnupT (Mr/n AA, r/n AA u 1.1.). IlepeBos
KOHIICHTpAIUi U3 MI/J1 B MI/J1 AA OCYIIECTBIISIIOT CIAEAYIOIUM 00pa3oM:
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Ci(Mr/m)-100%

kpenoctb(%) ’

C;(mr/nAA) = 3)
rae xpenocms — OOBEMHOE COJEpKaHHME 3TaHola B oOpaslie, BBIPAKEHHOE B
nporeHTax. Kpenocts o0pasiia onpenaesstoT ACHCUTOMETPUUYECKUM CIIOCOOOM [22-
24], HampuMmep, apeoMeTpoM (CXO0KH€ HTpPUOOPBI: THIAPOMETP, JAECHCUTOMETD,
ciuprometrp). Kpemocte o0pasua, SBASIOMIYIOCS (PYHKIHEH 3aBUCUMOCTH OT
IUIOTHOCTH M TEMIIEpaTypbl, YCTAHABIMBAIOT IO CHPAaBOYHBIM BOJIHO-3TaHOJIbHBIM
Ta0JIMLIaM, TOTYYEHHBIM SMIUPUUYECKH [25-26].

1.2.2 BHyTpeHHero crangapra

B crpanax EC, CIIA, Kwurtas, Uaaum u [Op. KOJIMYECTBEHHBIM COCTAB
aHAIIM3UPYEMOro 00pa3la yCTaHaBIMBAETCA METOJOM BHYTPEHHEro CTaHAapTa
[27-33]. K BemiecTBy, cCHOCOOHOMY BBICTYIaTh B KaUeCTBE BHYTPEHHErO CTaHAapTa,
PENBABIISIOTCS ONpeeIeHHbIE TPEOOBAHMS, TAKUE KaK:

® HEBO3MOXKHOCTb MOSIBJICHHUS 3TOI0 XMMUYECKOTO COEIMHEHUS B CIIUPTOBOM

IPOJYKILHMHU B MPOLIECCE MPOU3BOJACTBA (IIPOLIECCHI OPOXKEHUS U TIP.);

® BO3MOXHOCTh €ro HJACHTHU(PUKALUUM Ha XPOMATOrPAMME HCIBITYEMOIrO

o0pasia, OTCYTCTBHE MEPEKPbIBAHUS C CUTHAIAMHU JIPYTUX KOMIIOHEHTOB.

Yame Bcero BEMIECTBOM BHYTPEHHEr0 CTaHIapTa BBIOUPAIOT H30MEPHI
aMUJIOBOTO CIHUPTA: MEHTAHOJI-1, MEeHTaHOI-2 WM MEHTaHOJ-3, OJHAKO BCTpEYaeTcs
UCIIOJIb30BAHUE U IPYTHUX BELIECTB.

KanubpoBky mnpubopa npoBOAAT MyTeM pacueTra 3HaueHUid (HaKTOpoB
oTHocuTenbHOTO OTKIMKa RRF (Relative Response Factor) mns kaxmaoro
UCCJIEIyEMOTO JIETY4ero KOMIIOHEHTa OTHOCHTEJbHO BEIIECTBA BHYTPEHHETO
cranaapra. Benuuuna RRF sBnsercs Oe3pa3MepHOM M MPEACTABISETCS Kak
OTHOLIEHUE (PaKTOpOB OTKIMKA RF; i-ro KOMIIOHEHTa M BELIECTBA BHYTPEHHETO
cranaapra RF;s (Internal Standard):

RF; ¢St Ast

RRFi’5=ﬁ=AL§t-;g;;‘, (4)
rae CY u C¢ — MaccoBble KOHIEHTpPALUM [-OF0 KOMIOHEHTA M BHYTPEHHETrO
CTaHjapTa B CTaHaapTHOM obpasue, Mr/kr; AiY um AL — Bemuuumubl oTKIMKA
neTekTopa xpomartorpada Ha i-blif KOMIIOHEHT M BHYTPEHHUW CTaHIapT,
COOTBETCTBEHHO, MPOM3BOJIbHBIE €IuHULbI. KaniuOpoBka sBISETCS 0O0HOMOYeuHOll,
T.€. BBINOJIHAETCSA MO OAHOMY YPOBHIO KOHLIEHTPALMH, 10 pe3yJIbTaTaM HU3MEPEHUs
OJIHOTO CTaHJApPTHOTO 00pa3Ia.

JUis  mpoBeieHHs KOJMYECTBEHHOI'O aHaiu3a K HEKOTOpOMYy 00beMy
aHAJIM3UPYEeMOro ooOpasia a00aBisSOT MPUTOTOBIEHHBIM pacTBOP BHYTPEHHEIrO
CTaHJapTa C W3BECTHOM KOHIEHTpanuen. Pacdyer MaccoBOM KOHUEHTpaLUU
OMPEESIEMOr0 JIETY4ero KOMIOHEHTa BeAETC M0 cienyromei hopmyre:
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C; = RRFIS - 2. ¢, (5)

Ars

rae C;g — KOHUEHTpalusi BHyTPEHHET0 CTaHAapTa B UCIIBITYEMOM 00pasiie, MI/KT.
Cnengyer OTMETHTb, YTO MpPH MCIOJIb30BAHUM JAHHOTO METOJA, Pa3MEPHOCTH
KOHLEHTpaIMil ONpeesieMbIX KOMIIOHEHTOB M BEIIECTBA BHYTPEHHErO CTaHIapTa
IpU KaJTuOpPOBKE M aHaIu3€ JOJDKHBI coBMajaTh. Yaie Bcero B dhopmyinax (4) u (5)
KOHLEHTpAIMHU NPEJICTABISAIOT B Pa3MEPHOCTU MI/KT.
[lepeBoa equHUL U3MEPEHMS U3 MI/KI B TpeOyeMble eIMHULIBI MI/1 AA Takxke
OCYLIECTBJISIETCS JEHCUTOMETPUYECKUM 00pa3oMm:
Ci(Mr/Kr) Prest'100%

kpenoctb (%)

C;(Mr/n AA) = , (6)

TJ€ Press — IVIOTHOCTh UCIIBITYEMOTO 00pasiia, Mr/J.

1.2.3 Ipyrue MeToabl

Hecmotpss Ha TO, uTOo razoxpomarorpauyeckue METOIbl OMNpPEACIICHUS
JETY4YUX NPUMECEH SIBIIAIOTCS Ha CETOJHSIIHUN J€Hb CAMBIMU PACIPOCTPAHEHHBIMU,
TOYHBIMH U DKCIIPECCHBIMU, 0030p JIUTEPATYPHBIX UICTOUHUKOB OY/IeT HEMOJIHBIM 0€3
YIIOMHHAHMS UHBIX METOJIOB aHaJN3a.

Psn crangapToB yCTaHABIMBAET KOJOPUMETPUUYECKUN METOJ OIpPEICICHUS
JETYy4YuX KOMIIOHEHTOB B Boake [17, 23], cniupre 3TtunoBoM [34, 35], KOHBAKAX H
KOHBbSIYHBIX crnupTax [36]. DTOT MeTOJ OCHOBaH Ha CHEKTpO(POoTOMETpUUECKOM
aHajau3e O0OpPa30BaBIIMXCS OKPAIICHHBIX COCAUHEHUM OMpEACIsIeMbIX JIETYYUX
KOMIIOHEHTOB, HaIlpUMED:

® aNbJEeTU0B — C QYKCUHCEPHUCTHIM PEaKTUBOM I;

® CHUBYIIHOI'O Macjla — C CAIMIIUIOBBIM AJIbJIETH]IOM;

® CJIOXHBIX 3(UPOB — C TUAPOKCUIAMUHOM B LIEIOYHOU CpeIe;

e MeTaHosla — ¢ PYKCUHCEPHUCTHIM peakTuBoM 1.

Cnoxubie 3(pupbl MOTYT OBITh KOJTUYECTBEHHO OMPEAEIICHbl TUTPUMETPUEH C
WCIIOJIb30BAaHUEM peakiuu OMbUIeHHS [23]. M3BECTHO TakkKe€ TUTPUMETPHUUECKOE
omnpeaeseHne anbaeruaoB [37].

1.3 CymecrByrouue npoodieMbl

Ha cerogusiiauii neHp B cdepe KOJIMYECTBEHHOTO OMPEEICHHUS JIETy4YHX
KOMIIOHEHTOB B aQJIKOTOJIBHOW MNPOAYKLHWH, SBIISIOLICHCS, B TOM YHCIE IMPOAYKTOM
MUTAHUS, UMEETCS Psil HEPEIICHHBIX MTPOOIeM.

1.3.1 Buaumasi Kpenocrtb

B o6oux meromax BuemHero (m. 1.2.1) u BHyTpennero (m. 1.2.2) ctanaapToB
HEOOXOMMMON TPOLETypON SIBISETCA YCTAaHOBJICHHE KPEMOCTH aHAIH3UPYEMOIo
oOpasIiia ¢ 1enplo mepecueTa KOHIEHTpAIil MpuMeceld U3 MI/J1 WK MI/KT 00pasia B

12



Mr/1 AA. DTo 00CTOSTENIBCTBO JieJaeT HEBO3MOXKHBIM aHAIU3 00pa3iia HeOOIbIIIOTO
00beMa, MOCKOJIbKY JUISl OTIPEICIICHUSI KPEMOCTH ero 00beM J10/KeH npeBbimarh 200
M [22]. HecMoTps Ha TO, YTO Ha CETOMHSIIHUM JCHBb CYHIECTBYET aHAIUTHYECKOE
obopyaoBaHue, TIO3BOJIAIONIEE OINpeesaTh IUIOTHOCTh oOpasima oO0ObeMOM B
HECKOJIbKO MUJUITMJIMTPOB, OHO HE MOJYYHJIO IIUPOKOTO PacIpOCTPaHEHHUS BBUIY
CBOCH JIOPOTOBU3HHI.

bonee 3HaumMmoil sBisIeTCs mpoOseMa  HEBO3MOXKHOCTU  KOPPEKTHOTO
YCTaAHOBJICHUsI KPEMOCTU o0Opaslia JICHCUTOMETPHUYECKUM CIIOCOOOM B TOM Cllyyae,
Korga oOpasell COJEPKHUT JIETy4he KOMIIOHGHTHI B OTHOCHUTEIBHO BBICOKHUX
KOHIICHTpAIUAX. OTO CBSA3aHO C TE€M, 4YTO JICHCUTOMETPHUYECKHH CIocod He
YyBCTBUTEJICH MCKIIOUUTEIIPHO K I1I€JIEBOMY BEIIECTBY (3TaHONy), OH JIMIIb
MO3BOJISIET YCTAaHOBUTh KPEMOCTh oOpasia, CBsA3aB IUIOTHOCTh aHAIU3UPYEMOTO
pacTBopa ¢ ero KpernocTbi0 Ha OCHOBAHUM CIIPABOYHBIX JAaHHBIX, pa3paO0TaHHBIX JJIs
OMHAPHBIX BOJAHO-3TAHOIBHBIX Ta0HIl [25, 26]. CienyeT OTMETHTh, YTO IJIOTHOCTh
OOJIBIIIMHCTBA OMPEACIIIEMbIX TOKCHYHBIX MpUMecel Oiu3Ka K IJIOTHOCTU dTaHOoJja
(cm. Tabmumy 1), a 3TO 3HAYUT, YTO HX OOJBIIOE COJICP)KAHHE TPUBOJMUT K
3aBBIIIIEHHBIM MTOKa3aTeIsIM 00BEMHOT0 COJICpKaHUs dTaHoJIa B o0pasIie.

Tabauua 1.1 — [ImoTHOCTH HanboJiee pacIPOCTPAHEHHBIX JIETYUYNX KOMIIOHCHTOB. JlaHHBIC B3SThI

n3 oHJaH-crpaBounnka ChemSpider (http://www.chemspider.com)

KoMnoHeHT ILnoTHOCTH, MI'/JI
areTaabaeTu/I 779000
MeTHIaleTaT 932000
ATUIALETAT 902000
METaHOJI 791000
M30MPONIAHOI 785000
ATaHOJ 789300
1-nponanon 804000
1300yTaHo 802000
1-6yTanon 810000
HM30aMUJION 809000

[Ipu cymmapHOM cojfiepKaHUM JIETY4uX KOMIOHEHTOB B 500 mr/m AA, He
IPE/ICTABISACTCS BO3MOXXHBIM OINPEJCIUTh KPENoCcTh 00paslia ¢ MaKCUMaJbHO
BO3MOXHOU ToyHOCTBHIO 0,06 % mnpu moMoum KOHTpoJbHbIX apeomeTpoB ACn-1 u
ACn-2 no [22].

Hepemennas npotiema:
KaK NPABILILHO OIPeJeIUTh KPernocTh o0pasia aJKkoroIbHOH MpoyKiun?

600 M - 600 M
Boga Boaa

Wk Dlwﬁ




Pucynok 1.1 — [Ipo6iiema npaBUIILHOTO ONPEACICHUS KPETIOCTH

B kavectBe nmnpumepa, Ha pHUCYHKE |  CXeMaTU4yHO  MpPUBEIECH
JCHCUTOMETPUUYECKUI aHalu3 JABYX O0OpaslloB alKOTOJIBHBIX HAMUTKOB. B Tom
cily4yae, KOrja HalUTOK HEe COACPKUT WIM COACPKUT B HEOOJBIIUX KOJUYECTBAX
JeTy4Yue MPUMECH M, IO CYTH, IPEACTABIACT cO00M OMHAPHYIO BOJIHO-3TAHOJIBHYIO
CMECh, OIPEACIICHUE KPENoCTH JACHCUTOMETPUYECKUM CIIOCOOOM ONpaBAAHO M
MO3BOJISIET MOJIY4YaTh KOPPEKTHbIE Pe3ysbTaThl. OJIHAKO OONBIIMHCTBO AJTKOTOJIBHBIX
HAIIMUTKOB COJIepKaT 3aMeTHO OoJjblive KonuuecTBa npumeced. Ha pucynke 2
npUBEeJeHa XpomaTorpamma o0paslia BUCKH, CyMMapHOE COJEp)KaHHue NMpuMeced B
koTtopoMm coctaBisier nopsaka 3000 mr/nm AA umu 0,4 % oTr o61ero coaep>kaHus
3TaHoJIa. DTO 3HAYMUT, YTO KOPPEKTHO OMPEAENIUTh KPENnocTh 3TOro odpasma c
3asiieHHor B 'OCT 3639 [22] TounocTtsio B 0,1 % HEBO3MOXKHO.

B To0 e BpeMs, B HEKOTOPBIX 00pa3lax, HanmpuMep, B BUHHBIX TUCTUILIATAX
Kpenoctbio nopsaka 90%, cymMmapHOe coAep:KaHUE JIETYYMX KOMIIOHEHTOB MOYKET
npesbimath 10.000 mr/n AA. Tlpu nmoneITKe onpeaeseHus] KPernocTyu Takoro odpasia
C MOMOIIBIO apeoMeTpa MOTPEUTHOCTh OIpeesieHnus coctaBuT 6oiee 1 %. B cBs3u ¢
TUM Pa3JENSIIOT TOHSTHS HCTHHHAS KPENOCTh W BUAMMAs KpPENocTh. Budumas
Kpenocmu ONpeNesieTcs] TEHCUTOMETPUYECKH, B TO BpEMSl KaK TEPMHUH peanbHdsl
Kpenocms OTpakaeT CoJIepKaHUEe dTaHoJIa B 00pasliie Mmocse meperouku [38].
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1 — aneranpaerun, 2 — MeTUIAIETaT, 3 — dTUJIAIETAT, 4 — METaHOJI, 5 — U30IMPOIIAHO,
6 —ata”on, 7 — 1-mpomnanon, 8§ — uzo0yranoi, 9 — 1-Oyranoin, 10 — uzoamuno.

Pucynok 1.2 — XpomaTorpamma odpasiia BUCKH B JorapupmMuueckom maciurade

He cnengyer taxke 3a0bIBaTh, YTO BO MHOIMX 00pa3lax ajJKOroJbHOU
OPOAYKUMU MPUCYTCTBYIOT caxapa, IyOWJIbHbIE BEIIECTBA, KOJIEPhl U Apyrue
BEILIECTBA, HE OTHOCAIIMECS K JIETyYHMM KOMIIOHEHTAaM M HM3MEHSIOIIUE IJIOTHOCTh
uccienyeMoro pacrsopa. OTdactu 3Ta mpolOiema pemaercss NeperoHkou [22-24].
OnHako NMPUMHUTUBHBIM IIEPETOHHBIM anmnapaTroM, CXeMa KOTOpPOro IIPUBEICHA B
yKa3aHHBIX JOKYMEHTaX, HEBO3MOXKHO JOOUTHCS MOJHOTO Pa3lelieHHs] 3TaHoja OT
coJiepKaluxcs B o0Opasle JETy4yuX KOMIIOHEHTOB, B OCOOEHHOCTH, 3TO Kacaercs
BBICOKOJIETYYMX alleTalbJIeruia, CI0KHbIX 3(hupoB, MeTaHona. Ileperonka cnocobHa
HUBEJIIMPOBATH BIIMSIHUE BBICOKOMOJIEKYJSIPHBIX BEIIECTB, HANpPUMEpP, Caxapos,
KOTOpble HE MOryT ObITh neperHanbl. OJHAKO MHOTHE ONpeleisieMble JIETy4He
IIPUMECH UMEIOT HEBBICOKME TEMIEPATYPhl KUIIEHUSI U OXOTHO UCHAPSIOTCS BMECTE C
ATAHOJIOM, YTO BKYyNE C JOMOJIHUTEIbHBIMU OIEpalUsMU IO MEpPEroHke (MHorAa
MHOTOKpPATHO#), HE TMO3BOJIIET TMPOBECTH KOPPEKTHBIM aHAIU3 KPEHmOCTH
UCIBITYEMOI0 00paslia a TakkKe AENalT 3Ty MpOLENypy TPYyAOEMKOH, BpeMs- U
MaTepuano3aTpaTHou.

1.3.2 Umnoptabie I'CO

B PecnybOnuke benapych Bce aHamu3bl KOJIMYECTBEHHOTO OMPEACIICHUS
JETYyYUX MNPUMECEH B AJIKOTOJbHOM MPOIYKIIMU BBIMIOJHAOT METOJIOM BHEIIHETO
CTaHJapTa WM aOCOJIIOTHOM TpaayupoBKH. JlaHHBIM METOJN MOJpa3yMeBaeT
rpaJyupoBKy pudopa 1mo Habopy rpalyupoBOUYHBIX cMeceil. Ha ceroausiinuii AeHb,
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COIVIACHO JeWCTByIOUledW Ha Tteppuropud Pb HOpmaTMBHONM IOKyMEHTAllUH,
KOJIMYECTBEHHBIN aHaau3 BOJOK W CIHMPTA 3THIOBOrO pekTudukoBanHoro [15, 16,
35], ocobbix BOMOK [17], KOHBSKOB, JUCTUJUISITOB KOHBSYHBIX U Openau [19],
NPOAYKIMM BUHOAEIBYECKOW U ChIpbA I ee mnpousBoactBa [20] u apyrux
pPa3HOOOpa3HBIX AJIKOTOJbHBIX HAMUTKOB [21] HEBO3MOXXeH O€3 UCIOIb30BaHUs
aTTECTOBAHHBIX I'PayHMPOBOYHBIX TOCYAAPCTBEHHBIX CTaHAApTHBIX 00pa3ioB (I'CO)
umnoptHoro npoussojctsa (BHUUIIBT, r. Mocksa). Jlauusie ['CO npeacraBisitor
coOoii HaboOp, COCTOALIMKA M3 TpPeX TPaayUpPOBOUYHBIX CMecCed C BHECEHHBIMU
n00aBKaMU UCCIIEAYEMBIX JIETyYUX KOMIIOHEHTOB B BOJHO-3TaHOJBHBII pacTBOp.

1.3.2.1 Mownononucm Ha 6e10pyccKom pulHKe

Onna u3 npo6iem umnoptasix ['CO 3akitodaeTcsi B X HE3AMEHUMOCTH, T.€. B
OTCYTCTBHUM BO3MOXHOCTH MCHOJB30BAHMUS KAaKUX-TUOO JIPYTUX CTaHAAPTHBIX
0o0pa3LoB MpU TpagyupoOBKE M3MEPUTENBLHOTO oOopyaoBaHus. CiemayeT OTMETHTb,
YTO HEKOTOpBIE CTAHAAPTHl MMEIOT IPONUCAHHBIA AJITOPUTM CaMOCTOSITEIBHOTO
IPUTOTOBJIEHHS TPaLyUPOBOUYHBIX cMecel B aboparopuu [18-20]. OgHako ¢ Lemnbro
ydyeTa HaJuuMsl MpUMECEed B HCXOJHOM I3THJIOBOM CHHUPTE, HEOOXOIUMOM JUIs
IIPUTOTOBJICHUS 3THUX CMECEH, €ro MU3MEPSIOT II0 CTaHAApTaM, B KOTOPBIX, B CBOIO
odepellb, HMCHOJIB30BAHUE TIPALYHPOBOYHBIX CMECEH, OTIMYHBIX OT HMMIOPTHBIX
HeAomycTuMo. TakuMm 00pa3oM, Ha CErOAHSIIHMN [eHb Kaxzaas Oemopycckas
UCHIBITaTENIbHAs JTA0OpATOpHs, BBIMOJHSIIOMAS KOJIUYECTBEHHOE  OIpPEACIICHHUE
COACP/KAHUA JIETYYUMX MPHUMECEd B  AJIKOIOJBbHOW IPOAYKLUMH BBIHYXKJCHA
npuoOpeTaTh rpagyupOBOYHBIE CMECH Y €UHCTBEHHOI'O MPOU3BOIUTEIIS.

1.3.2.2 HroaHncwl npakmuiecko2o ucnonb308aHUs.

Anroput™M mpakThyeckoro wucnoib3oBaHus ['CO BBINISIAUT CIETYIOIIUM
obOpazoMm: (nakon ¢ marepuaniom ['CO BCKpbIBaIOT, OTOMPAIOT 1 MJ B CTaHAAPTHYIO
CTEKJIIHHYI0O MHKpOBHaly oObeMoM 1,5 ™I, 3areM 3akpbIBAalOT M 3aJIHBAIOT
napadunom. CornacHo onucanuto Tuna ['CO, nmocne BCKpbITUSL 00pa3iibl XpAHIT HE
oonpmie 6 mecsneB. [lockonbky gaHHBIE 00pasibl  TpeIHAa3HAYECHBl IS
MHOTOPa30BOTO HUCIOJIb30BAHUS, TNPOLEAYypa OTKPBITUS-3aKPBITUS (PJIaKOHA C
matepuasiom ['CO mnoBTopsiercs MHOTOKpatHO. [Ipm 3TOM Kakue-nubOo yka3zaHUs
KacaeMO0 MHUHHUMAJIBHO JOIMYyCTUMOTo oObeMa ocTtatouierocss marepuana ['CO Bo
¢dbnakone orcyTrcTByroT. Kak crienctBue, BO3MOXKHA CHUTyalus, Korjga Bo (iakoHe
o0beMoM 15 mut octaercst 1-2 MJ1 pacTBOpa aTTeCTOBAaHHOM IpaAyUpOBOYHON CMECH,
coJiepKallel BBICOKOJIETyYHEe XMMHMUYECKHE COeIUHEHHs. bonbiioit 00beM ra3oBoii
da3pl mo orHomeHUto K o0bemy marepuana ['CO, Gomblioe KOJIMYECTBO aKTOB
OTKPBITUSA-3aKPBITUS (PIIAKOHOB U BHICOKOJIETYUYHH XapaKTep COAEPKAIINXCS BEIIECTB
BBI3BIBAIOT 3aKOHOMEPHBIE OMACEHUs B COXPAHHOCTH ATTECTOBAHHBIX 3HAYEHUH IO
mepe ucnoaszoBanus ['CO. Kpome sToro, camu mporueaypbl OTKPBITUS-3aKPBITHS
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(dakoHa CBSI3aHbl C JOMOJHUTENbHBIMU PYYHBIMH IPOLIEAYPaMH, KOTOPbIE IENIal0T
a”anu3 0oJiee Tpy10- U BPEMI3aTPATHBIM.

1.3.2.3 HeobocHosannocmv ammecmo8aHHbiX XapaKmepucmux

3asBJICHHBIC 3HAUYEHUS OTHOCUTEIIBHBIX IOIPEIIHOCTEN KOHUEHTPAIUMU
JIETY4YUX KOMIIOHEHTOB B aTT€CTOBAHHbIX UMIOPTHBIX I'CO B psne ciiydaeB Heab3s
CUMTATh HAYYHO OOOCHOBAHHBIMU. B COOTBETCTBMM C METPOJIOTrMYECKUMHU
TpeOOBaHUSIMH, OTPEIIHOCTh aTTeCTOBAaHHBIX 3HaueHU CO He MoMKHA MPEBHIIATh
OIHOM  TpEeTH  JONYCKaeMbIX  [pPAaHMI]  [OrPEIIHOCTH  XapaKTEPUCTUK,
KOHTPOJIMPYEMBIX C TIOMOIIbIO COOTBETCTBYIOIEH MeTOAUKHN u3Mepenuit (MIN).

CornacHo npunsaToMy B ctpaHax TamoxkeHHOro coroza I'OCT 30536-2013 [39]
u CTb I'OCT P 51698-2001 [16], rpaHAnBl NOTPEIIHOCTA WU3MEPEHUN 3HAYCHUHN
KOHLEHTpALMi JIETy4rX KOMIIOHEHTOB B 3TUJIOBOM CIUPTE B auarna3one ot 0,5 Mr/na
no 10,0 wmr/nm cocraBisotr 15 %. CremoBarenbHO, MOTPEIIHOCTh 3HAYEHUUN
koHIeHTpanuu CO B 3TOM [HMana3oHE KOHIIEHTPAlMK HE JOJDKHA MpeBbIAaTh 5%.
Opnako wucnons3yemsle Metonel arrecraiuu CO He MOTYT TapaHTHPOBaTh MX
COOTBETCTBHE YKa3aHHBIM BBIIIE TPEOOBAHUSIM B CUITY CIEAYIOIIUX IPUYMH.

ATtTectanus 00pa3oB MOKET ObITh BBINOJHEHA MO MPOLEAYPE MPUTOTOBIECHUS
WIM HAa OCHOBE MEXJIA0OpaTOpHbIX uCHbITaHUU. COBEPIIEHHO OYEBUIHO, YTO
ucnosnbzoBanue MU, obOecneunBaromein 15 %-Hyr NOrpemIHOCTh PE3YJIBTATOB
U3MEpPEHUW, B TMPHUHLMIE HE MOXeT olecrneunTb S5 %-Hyl0 NOTrpenIHOCTb
aTTECTOBAHHBIX 3HAYECHUN KOHIIEHTPALMM JETy4YnX KOMIOHEHTOB B CO MO JTaHHBIM
Mex1a0opaTopHbIX HcnblTaHui. [Iponeaypa rpaBUMETPUYECKOTO MPHUTOTOBIICHHUS
CO (oOpiuHO 100ABIEHHEM HABECOK KOHTpoOJupyeMbix BemectB B 40 % pacTBop
TWJIOBOTO CHUPTa B BOJE, MOCKOJBKY TaKOM COCTaB HamOOJee MOJHO MOJAEIUPYET
COCTaB AJIKOIOJIbHOM MNPOAYKIMH, MOABEPrarolleiicsi KOHTPOJbHBIM HCIBITAHUSM)
TaKXK€ HE IMO3BOJISIET JOCTHYh HEOOXOAuMOW TOYHOCTH mpurotoBienus CO B
yKa3aHHOM juana3oHe KoumeHTtpamui (ot 0,5 mr/n mo 10,0 mMr/m) B cBsizu ¢
HaJIMYUEM B HCXOJHOM 3TUJIOBOM CHUPTE JIETYYMX KOMIIOHEHTOB, COJEp KaHHE
KOTOpBIX onpeaensiercs ¢ 15 %-Hoi NOrpemHoCThIO.

Hamnpumep, NocKojibKy MUHUMAJIBHOE 3HAUYEHUE ONPENEIsieMON KOHLIEHTpaluu
JIETy4YMX KOMIIOHEHTOB B aHAIM3UpyeMOM oOpaslie, cornacHo [39], cocrtaBusert 0,5
MI/JI, TO MUHUMAaJbHasl MOIPEIIHOCTh 3HAYEHUI KOHLIEHTPAlUU B MPUTOTOBIEHHOM
CO 3THUnoBOrO CnupTa, ¢ 3asABJICHHOW KOHIIEHTpalMen Jierydero kommoHeHTa 0,5
MI/J1, HE MOXeT ObITh MeHble 15 %. Ilpu npuroToBieHUU CTaHIAPTHOTO 00pa3la
KOHIIGHTpaIuel npuMmeceit B 3TuinoBoM cnupte B 1,0 mr/n (Hanpumep, odpazer; PB-3
u3 Habopa MCO 8405-2003) wMuHUMAanIbHAs HEONPEIEICHHOCTh 3HAYECHHI
KOHLIEHTpAIMH JETYyYnX KOMIIOHEHTOB Oyner coctaBisth 7,5 %. B To ke Bpems, B
ONMCAHUM THUMA CTAHAAPTHBIX 00pa3lOB, 3aHECEHHOIO B TOCYAApCTBEHHBIA PEECTP
CPEICTB M3MEpPEHUH, a TakKe B MX IACIOPTEe YyKa3aHa aTTECTOBAaHHAs BEJIMYMHA
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NOTPEIIHOCTHA KOHIEHTPALUHU JIETYYUX KOMIIOHEHTOB B 3-5 %. OTCyTCTBHE HAy4YHOTO
000CHOBaHUSI  3asBISIEMbIX  COJEP)KaHUM  TOKCHYHBIX  MHKpOIpUMECEd B
UMIIOPTUPYEMBIX CTaHAAPTHBIX OO0pa3lax He MO3BOJIAET IOIy4YaTh JOCTOBEPHBIE
JaHHble O O0E30MacHOCTH AJKOTrOJbHOM MPOAYKIMH, OTHOCAILIEHCS K MPOAYKTaM
NUTaHUS.

1.4 Metoza «ITaHOJI B KauecTBe BHYTPCHHEI'0O CTaHAApTa»

C uenpto pemeHuss mnpoOieM, YyKazaHHbBIX B 1. 1.3, ObUT TpemsiokeH
WHHOBAIIMOHHBII METOJl MPSIMOTO  KOJIMYECTBEHHOTO OIPENECICHUS JIETYYHX
KOMIIOHEHTOB B aJIKOT'OJIbBHOW MPOAYKIWHU, OCHOBAHHBIM HA UCMOJIb30BAHUM TAHOJA
B KauecTBe BHyTpeHHero crtanjapra [40]. Ero menplo sBIsSE€TCS YIPOILICHUE H
MOBBIIIEHUE MTPABUIIBHOCTHU MPOBEACHUS aHAIIN3A.

B TpaguuuoHHON MHTEpHpeTalud METOJa BHyTpeHHero cranaapra (m. 1.2.2)
KOHIIGHTpAI[MIO  BEIIECTBA BHYTPEHHETO  CTaHAapTa JEeNarT  OJU3KOM K
KOHIIGHTpAIUsIM aHaTu3UpyeMbIX TMpuMmeced. B manHom ciydae Habmomaercs
oOpaTHasi cUTyalus — COJIep)KaHHE ASTAaHOJIAa B aJKOTOJBbHOW MPOAYKIHH Ha 3-5
MOPSIAKOB BBIIIE COJAEPKAHMS JIETyYHX KOMIIOHEHTOB. YacTo 3aaBaeMbIM SIBIISETCS
BOIIPOC KacaeMoO PaIMOHAIBHOCTH W OOOCHOBAaHHOCTH HCIIOJIb30BAaHUSI B KaueCTBE
BHYTPEHHETO CTaHJapTa BEIECTBA, KOTOPOE HACTOJBKO CHJIBHO IPEBOCXOIUT
OCTaJIbHBIE TIO0 KOJMYECTBY. TeM He MeHee, COBpEMEHHBbIE Ta30BbIie XpomaTorpadsl
XapaKTepU3ylTCsl BBICOKOM JIMHEWHOCTbIO OTKJIMKAa JETEKTOpa B JHana3oHe
KOHIICHTpaIui 0oJiee 7 ACCATUYHBIX TTOPSIKOB.

KamubpoBka mnpubopa mpemioKEHHBIM METOAOM YCTaHABIMBAET pacuer
OTHOCUTEIBHBIX KOI(PUIIMEHTOB OTKIWKA AHAJIOTUYHO TPATUIIMOHHOMY METOIY

Eth
Fi

BHyTpeHHeTo cTanaapra. Korddummentsr RR paCCUYUTBIBAIOT IS KaXI0I0 i-0ro

OTIPEICIIIEMOTO KOMIIOHCHTa OTHOCHUTEIBLHO 3TaHOJa 10 (GopMyJsie, aHAIOTHYHOMN
dbopmyite (4):
cst o1

RRFf™ = ith'ﬁ n=1(A55/ Afn), (7)

rae Cf' — KoHIEHTpalLys i-0ro KOMIIOHEHTa B CTAHIAPTHOM 00pasiie, MI/1 AA; Pgip
— IUIOTHOCTH dTaHona, 789300 mr/n; A;, ¥ Agepn — OTKIMKM JieTeKTOpa (IUIOMaab
MUKAa) Ha i-bIil KOMIIOHEHT U 3TaHOJ, COOTBETCTBEHHO, B CTAaHIapPTHOM 00pasiie MpH n
U3 m NapaJuieIbHbIX U3MEPEHU, m>3.

KitoueBbIM MOMEHTOM METOJAA SIBJISIETCS TO, YTO KOHIIEHTpAIUsl BBIOPAHHOTO
BHYTPEHHETO CTaHJapTa B pa3MEpHOCTH MI/IT AA TOCTOSHHA U paBHA TUIOTHOCTH
ATWJIOBOTO crnupTa. TakuM oOpa3oM, KOHIIEHTpallds BHYTPEHHETO CTaHJapTa B
KaTMOpOBOYHOM U  HCHOBITYEMOM 00pa3liax Bcerja W3BEeCTHA C  HYJIEBOM
HEOIPEAEICHHOCTBIO.
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Pacuer KoHIleHTpalii i-TO OMpEEIIEeMOTO JIETY4ero KOMIIOHEHTa B
UCIIBITYEMOM 00pasiie OCYIIECTBISIOT MO cleaytoiiei popmyre:

C; = RRFE™ . 2 . 789300, (8)

AEgth

rae A; u Agyp, — OTKIIMKY A€TeKTopa (MUIONAab MUKA) Ha i-blii KOMIIOHEHT U 3TAHOJI,
COOTBETCTBEHHO, B UCIILITYEMOM O0Opas3Ile.

PanmonanbHOCTh UCIIONIB30BaHUSI ATAHOJIA B KQUECTBE BEIIECTBA BHYTPEHHETO
CTaHJapTa MpHU ONPEACICHUU JIETYYUX TMpPUMECEd B aJIKOTOJbHOW MPOIYKIIUU
00ycClIOBJIEHa TEM, YTO B COOTBETCTBUU C MEXKJIYHAPOJAHBIMHU PETyJIUPYIOMIUMU
JTOKyMeHTamu [27-31] UTOroBble KOHIIEHTPAIIUU JIETYYUX COCAMHEHUN TOJKHBI ObITh
BBIpaXKEHbI B €UHUIIAX U3MEPEHUSI Macca/o0beM abCOMOTHOrO ATaHona (Mr/a AA,
r/m AA u gap.). B oraumume oT a1000r0 JApPyroro CymiecTBYIOIIETO METOJa
KOJIMYECTBEHHOTO OMPEACIICHUS TPUMECeH, MPeII0KEHHBI METOA TMO3BOJISET
HampsIMyl0 TOJy4YaTh KOHLEHTpaluu MpUMECe B pPa3MEpHOCTIX Macca/o0beM
abCOJIIOTHOTO 3TaHoda 0e3 HeoOXOJAMMOCTU OMNpPEAENICHHs TIIOTHOCTH U 0ObEMHOI0
COJIep’KaHMsl 3TaHOoJIa B 0Opaslle, UTO SBISETCS OOJBIIMM NPEUMYIIECTBOM MpHU
MPOBEJICHUU PYTUHHOTO aHAJIN3a.

Takum 00pa3oMm, TMpU HCHOJB30BAHUM MeETOAa «OIJTAaHOJ B KauyecTBE
BHYTPEHHETO CTaHJapTa» aHajlu3 J00ro odpasia CIUPTCOACPKAIMIECH MPOIYKIIUU
CTAHOBUTCS BO3MOKHBIM 0€3 J00aBlieHHs] MaTepuajga BHYTPEHHETO CTaHAapTa, TaK
KaK 9TaHOJI allpUOPH COJCPIKUTCS B TIOOOM 00pasiie U ero KOHIEHTPAIHs U3BECTHA C
HYJICBOM HEONpeAeIeHHOCThI0. VICToyib30BaHNEe COBPEMEHHBIX MPUOOPOB MO3BOJISET
MoJIyyaTh JOCTOBEPHBIE pE3YyJbTaThl, HECMOTpPS Ha OOJBIIOE pa3ivuyue B
KOHIICHTPAIUSAX OMPEAe/ISIEeMOT0 KOMIIOHEHTAa U BHYTPEHHEro ctaHaapra. B cBsizu ¢
STUM HCTOJb30BAaHUE HTAHOJA B KayeCTBE BHYTPEHHErOo CTaHAapTa SBISETCS
JIOTUYHBIM IIarOM Ha MYTH K YCOBEPIIEHCTBOBAHUIO BCEW MpOLEIYyphl aHAINM3a
KauecTBa U 0E30MaCHOCTH AJIKOTOJILHON MPOAYKITUH.

Teoperndeckue OCHOBBI METOJA W PE3YJbTAThl €ro AIKCIEPUMEHTATBHBIX
UCIIBITAHUM, a TaKXe CpPaBHUTEIbHBIM aHAIN3 XapaKTEPUCTUK IMPEJIOKEHHOTO
METO/la M TPAJUIMOHHO HCHOJB3YEMBIX METOJOB MpeAcTaBieHbl B [41-44].
OcCHOBHBIC pE3yJbTaThl BBIMOJHEHHBIX TEOPETUUECKUX U IKCIEPUMEHTATBHBIX
UCCIIEJIOBAHUM HEOJHOKPATHO BBIHOCHJIMCHh Ha OOCYXKJEHHUE Tmepea NpouibHON
ayJIMTOpUe Ha MEeXIyHapOAHBIX KOoH(pepeHuusax [45-50].

1.4.1 Banuaanus MeTo/1a HA OCHOBAHMH PaHee MOJyYeHHbIX JaAHHBIX

BaxxHo#1 0COOCHHOCTHIO MPETIOKEHHOTO METO/Ia SBJISETCS TO, UTO OH MOXKET
MPOUTH TPOLEAYPY BalWJALMM HAa OCHOBAaHWM JAHHBIX, MOJYYEHHBIX pPAHEE MPHU
BaJIUJIAlIMK JPYTUX METOJ0B. DTO CBS3aHO C T€M, 4YTO, KaKk ObUIO yKa3zaHo B 1. 1.4,
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JAHHBIA METOJ, B CBOEM MpPUMEHEHHMH He TpeOyeT  JOMOJHUTEIbHBIX
nporeayp/U3MEepEeHU U T.1I., KpOME T€X, UTO y>Ke ObLIU C/eIaHbI.

Cornacio I'OCT 17025-2009 [51] HOBBIE METOJIMKH H3MEPEHHI 00s3aHbI
OPOUTH TPOLEAYPY OIEHKH NPUTOJHOCTH (BaIMIALMK) Tieped NPUMEHEHHEM.
OueHka TPUTOJHOCTH — OTO MOJATBEPXKICHHE TMYTEM  HCCIEAOBAaHUS U
MpeoCTaBJIeHNE 0ObEKTUBHBIX JOKA3aTEIBCTB TOTO, YTO KOHKPETHBIC TPEOOBAaHUS K
crienu(puIeCcKOMy 11€JIEBOMY MCTOJb30BAHUIO BHITIOTHSIOTCS.

D¢ hHeKTUBHOCTL HOBOTO METOJa MOXKET OBITh OmpefeseHa OJHUM U3
CIEAYIOIIUX CIIOCOOOB WM UX codyeTaHueM [S1]:

® KaJIMOPOBKOW C MHCIOJB30BAHUEM HCXOJHBIX OTAJOHOB U CTaHAapPTHBIX

00pa3IioB;

® CpaBHEHHUEM PEe3YyJIbTATOB, MOJYYEHHBIX C MOMOIIBIO APYTUX METOJIOB;

® MEXJIA0OPaTOPHBIMU CPABHUTEIHLHBIMU UCTIHITAHUSIMU;

® CHUCTEMaTUYECKUM OIlEHUBaHHWEM (PAKTOPOB, OKAa3bIBAIOIIMX BIIMSHUE Ha

pe3ynbTar;

® OIICHMBAaHUEM HEOMNPEACIICHHOCTH pPe3yJhbTaTOB HAa OCHOBE HAYYHOIO

OCMBICJICHUS] TEOPETUUECKUX MPUHIIMIIOB METOAa U MPAKTUUECKOTO OMbITA.

[IpennoxkeHHbId AITOPUTM  BadWJalMd METOJAa Ha OCHOBAHUU paHEE
MOJIYYEHHBIX JAHHBIX W3JIOXKEH HIbke. [IpuMeuaTenbHO TO, YTO OH MOXKET OBITh
WCIIOJIB30BaH KaK JjIsl Pe3yJIbTaTOB, MOJYUYEHHBIX METOJIOM BHEIIHETO CTaHAapTa, TaK
U TSl pe3yJIbTaTOB, MOJIYYEHHBIX METOJIOM BHYTPEHHETO CTaH 1apTa.

1.4.1.1 Kanubposxa

KanubpoBka mnpubopa ycTaHAaBIMBAeTCd NyTEM pacueTa OTHOCHUTEIIbHBIX
dakTopos orkmika RRFE™ | xak 310 6B110 yKa3aHo B 1. 1.4. [l 9TOr0 HEOOXOMMMO
3HaTh KOHLEHTPALMHM MCCIEIYyEMBIX IpUMEceld B KaaMOpOBOYHBIX oOOpaslax B
pazmeproctu Mr/n AA. CrangaptHeie 0Opa3ipl ISl KaJTUOPOBKHA TOTOBAT IyTEM
BHECEHHSI HABECOK HCCJEAYEMBIX JIETyYUX KOMIIOHEHTOB B BOJHO-3TaHOJIbHYIO
MaTpuily ¢ 00beMHBIM cojiepxkanuemM 3TaHoisa 40 unu 50 % o06. BBuay Toro, uto npu
IPUTOTOBJICHUH 00pa3lOB KOJIMYECTBA BCEX BHECEHHBIX HMCCIEAYEMbIX MpPUMECEH U
ATaHOJIa WU3BECTHBI, CTAHOBUTCS BO3MOKHBIM IIE€PECUET €JMHMI] KOHLUEHTpaluil B
pa3MmepHocTh Mr/1 AA. IlepeBojl KOHIIEHTpaALU TPUMECE U3 MI/KT WA MT/J1 B MI/JT
AA MOXET BBITh BBIIIOJIHEH aHAIOTHYHO popmynam (3) u (6).

Kaxk yka3pIBajoch Bblllle, KOHIEHTpAIMsl BBIOPAHHOTO BHYTPEHHEIO CTaHAapTa
B CAMHUIAX HU3MEpeHus Mr/m AA SBiseTCS TOCTOSHHOM BEJIMYMHOM, paBHOM
IUIOTHOCTH 3TaHoja. Ee ycTaHaBiaMBaTh HE HAJO.

Ilocne mnepeBoja €IMHUI KOHLEHTpPAUUH  BCEX HCCIEAYEMBIX JIETYyUYHX
KOMIIOHEHTOB HEOOXOJMMO YCTAHOBUTH IUIOLIAJb CUTHAJA 3TAHOJA B MOJYYEHHBIX
XpoMaTorpaMMax CTaHAApTHOTO oOpasua. JTa mpoueaypa MOXKET ObITh MpOBEAEHA
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aBTOMAaTUYECKHM TNPOrpaMMHBIM  OOECHEUYEHHEM, aHaJOTUYHO YCTAHOBJICHUIO
IJIOIIAIEN TMKOB UCCIIEIYEMBIX KOMIIOHEHTOB.

Nmest 3HaueHHs] KOHIEHTPALMA JIETY4YuX TMpUMeced B KalMOpOBOYHOM
pactBope B MI/i1 AA M BEIUYMHBI OTKJIMKA JIETEKTOpA Ha UCCIEAyeMble TPUMECH U
3TaHOJI, CTAHOBHUTCS BO3MOKHBIM BBINIOJIHEHHE KaJMOPOBKM Xpomarorpada 1o
MPEI0)KEHHOMY METOJTy B COOTBETCTBUU C hopmyiioi (7).

Kak Obuto ykazano B m. 1.3.2, B ctpanax CHI' qns ompeneneHust jnetydmx
IIPUMECEN B aJIKOTOJIBHOM MPOAYKIMHU HCIIOJIB3YIOT FOCY/IapCTBEHHBIE CTAHAAPTHHIE
oOpa3upbl coctaBa uMnopTHoro mnpousBojcTBa. Kommiiekt 'CO cocToutr u3 Tpex
pactBopoB PB/PC ¢ unaexkcamu ot 1 10 3, rpagyupoBKa OCYLIECTBIISIETCS 110 TPEM
YPOBHSIM KOHILIeHTpauuid npumeceil. KamuOpoBka mnpubopa mo mnpeaaoKeHHOMY
METO/1y MOKET OBITh OCYILIECTBJIEHA HA OCHOBAHUM PE3YyJbTAaTOB U3MEPEHUS OJHOIO
cTaHjapTHoro ooOpasua, Hamnpumep, PB-1 unu PC-1. [lanHble 00pa3ibsl conepxar
caMble BBICOKME KOHIIEHTpAlMU NMPUMECEH Cpelld OCTalbHBIX 00pa3loB B Habope,
M03TOMY, C LEJIbI0 MUHUMHU3ALMK BO3MOMXHBIX OUIMOOK, BBI3BAHHBIX OTCYTCTBHEM
IpOLIEAYPhl y4YeTa IPOU3BOJUTENIEM HAIMYMS NPUMECEH B HMCXOOHOM CIUPTE
STUJIOBOM, UX MCIOJIb30BAHUE JJIsl OJTHOTOUEYHOU KAIMOPOBKU MPEANOYTUTENbHEE.

1.4.1.2 Ananuz ucnetmyemozco obpasya

Meton «39TaHON B Kaue€CTBE BHYTPEHHETO CTAHAAPTA» SIBIISIETCS MPSMBIM, T.€.
B OTJIMYME OT JIIOOOro Jpyroro CyIIECTBYIOIIETO METOJa KOJIMYECTBEHHOIO
ONpENCNICHUsT JIETYYUX MpUMEced, TMO3BOJAET IMOJy4yaTh KOHIEHTpPAlUK B
pasMmepHocTH MI/1 AA 6e3 u3MepeHus MI0THOCTH U Kpenoctu obpasiua. [lo popmyre

(8) HEOOXOAMMO 3HATH KAMMOPOBOUHbIE Kod(urmentsl RRFE™!

, AITOPUTM pacuera
KOTOPBIX ObLT u3noxkeH B 1.4.1.1, u miomany muKoB i-ro UCCIETYEMOTO JIETY4Yero
KOMIIOHEHTA ¥ 3TaHOJIa B UCIILITYyeMOM 00Opa3Ile.

Oneparopy HEOOXOAUMO JHUIIb YCTAaHOBUThH IUIONIAJb IHKa 3TAaHOJA B
XpoMaTorpaMMe HCHBITYeMOro oOpasia JJisi MOJy4eHUs: KOHIIEHTpaluid npuMeceil B
TpeOyeMOil pa3sMEPHOCTU MO NPEAJOKEHHOMY MeToay. JlaHHbIE O IJIOTHOCTH H

KpernocTu oopasiia He TpeOyroTcs.

1.4.1.3 Onpeoenenue memponocuueckux napamempos

[ToaTBepskaeHNEe MPUTOTHOCTH METO/A WM €ro BalMJalisg HEBO3MOXHBI 0e3
onpeneeH!s] BaXKHEHIINX METPOJOTUYECKUX MapaMeTpoB, BKIIOUYAIOMIUX B ceOs
MPEU3UOHHOCTD, JIMHEWHOCTh, TIPENeN OmnpeneseHus, mpaBuibHoCcTh U T.1. [locne
MOJIYYeHHUS] KOHIEHTpAlMii mpuMecedl B UCHOBITyeMOM oOpasiie, IOJTy4YeHHbIE
BEJIMYMHBI MOKHO 00padaThiBaTh B COOTBETCTBUU C TPEOOBAHUSAMH MEXAYHAPOIHbBIX
CTaHAapTOB, Hampumep, cepuu crtanpaproB MCO 5725 [52]. BBugy Toro, 4rto
MPEAJIOKEHHBIA METOJ He TpeOyeT MOMOJHUTENBHBIX MPOLEAYpP U MOXKET OBITh
UCIOJIb30BAaH HAa OCHOBAHMM paHee MOJYyYCHHBIX HM3MEPEHHUI, METPOJIOTHUYECKHE
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XapaKTepUCTUKU TakXKe€ MOTYT OBbITh TMOJy4YeHbl U3 paHee MPOBEICHHBIX
sKcnepuMeHToB. Ecnu  mpouecc  Bamuganuu - JiloOOro  Apyroro  Meroja
KOJIMYECTBCHHOTO OMNPEACIICHUST JIETy4uX MpuMeceld ObUl paHee BBINOJIHEH B
Ja00paTOpuu B COOTBETCTBUU C TPEOOBAHUSIMH TEMAaTHUYECKUX CTAaHAAPTOB [52-54],
TO IPUYMHBI HEBO3MOXKHOCTH BAJIMAAIMHA METOJA «ITAHOJ B KAYECTBE BHYTPEHHETO
CTaHJapTa» B OTOM Ja0OpaTOpMM HA OCHOBAaHWUU TOJYYEHHBIX pE3yJIbTaTOB
OTCYTCTBYIOT.

1.4.2 Ucnonb30BaHue MeTO/1a B PYTUHHOM MPAaKTHKeE

BBugy oOuYeBHAHBIX TNPEUMYIIECTB MPEJIOKEHHOTO METOJa, BUIUTCS
palMOHAJIBHBIM ~ €r0  BHEAPEHHWE B PYTUHHYIO TPAKTUKY  HCHBITATEIbHBIX
nabopaTopui, AakKpeIUTOBAaHHBIX B 00JIACTU KOJUYECTBEHHOTO OIpEACIICHUS
JIETY4YUX IIPUMECEN B AJIKOTOJIbHOM MPOLYKIIUU.

CoryiiacHo TpPOBEICHHOMY HCCIEIOBAaHUIO, HAa CErOAHSIIHUA JIeHb B
UCIIBITATENIbHBIX J1a00paToOpusiXx B KayeCTBE OCHOBHBIX IPOrpamMM, B KOTOPBIX
BBINIOJIHAIOTCS M3MEPEHUsT W MOATOTABIMBAIOTCS OTYEThl 00 HX pe3yJibTarax,
UCTIONB3YIOTCA Be: XpoMmaTdk-AHanmuTuk (Poccust) u ChemStation (CIIA).

bruia yCTaHOBJICHA BO3MOXXHOCTh 00paboTKH pe3yJIbTaTOB
razoxpomMaTorpauyeckoro H3MEpeHus: OJHOBPEMEHHO MO TPAJULUOHHOMY H
NPEAJI0KEHHOMY METO/aM, BBUIY TOr0, YTO MOCIEAHUN B CBOEM NPUMEHEHHH HE
TpeOyeT KaKuX-Iu00 JOMOIHUTENbHBIX U3MEPEHUN WK Mpoleayp. Takum oopazom,
a00asi UcTbITaTeNbHAs JabopaTopusi MOXET 00paboTaTh NOJYyYEHHbIE JaHHBIE
CHayaJla Mo TPaJUMLUHUOHHO UCIOJIb3yEMOMY METOJY, a 3aTeM IO MPEAJIOKEHHOMY U
CPaBHUTH MOJIy4aeMbI€ PE3YIbTaThI.

B memsix copeiicTBUs  NMpOQUIBHBIM  OETOPYCCKHMM  UCHBITATENIbHBIM
nabopaTopusiM B HANpaBJIEHUH OCBOCHUSI MPEAJIOKEHHOTO METo/Aa, ObUIH
pa3paboTaHbl aNrOPUTMBbI €ro KCHOJb30BaHMS Ha 0aze MJaHHBIX [POrpamM.
[TonpoOuble mpouenypbl KaTuOpOBKHM, aHaiM3a MCOBITYeMOro oobpasua Hu
dbopmupoBaHus oTueTa OBLIU MPEJCTABICHBI B BUJIE O0yYalOIUX BHACOPOJIMKOB Ha
caiite MuctutyTa siaepubix npodnem bBI'Y [56], a Takxe Ha TemaTudyeckoMm YouTube-
KaHaie [57].

1.5 Bo03MOXKHOCTh NpPHUMEHEHHMSI MeTOAa «IJTAHOJ B KavyecTBe
BHYTpPeHHero cranaapra» B '’ X-MC

1.5.1 PacipocTpaHeHHue TEXHOJIOTUN

Macc-criekrpomerpusi SIBJISIETCS HE3aMEHHMBbIM aHAJTUTUYECKUM
WHCTPYMEHTOM B XMMHH, OMOXUMUH, (DapMalieBTHUKE, METUIIMHE ¥ MHOTUX CMEKHBIX
o0nacTsx Haykd. BBISICHEHHE CTPYKTYpbhl HEM3BECTHBIX BEIIECTB, COCIMHEHHH B
OKpYXawuen cpenae, KOHTPOJIb KayecTBa JIEKApCTB, IMPOAYKTOB IIMTAHUS U
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MIOJIMMEPOB, aHaJIU3bI npu KPUMHUHAJIUCTUYECKOU JKCIIEpTHU3E: BCE
BBIIIECTIEPEYUCICHHOE B OOJIBILION CTENEHH MOJaraeTcsi Ha Macc-CleKTPOMETPHIO.

Kaxoit 6b1 HM ObLIa 1I€JIb, MAcC-CIEKTPOMETPHUSl HANpaBlieHa HA BBISBICHUE
CTPYKTYpPBhl COEAMHEHMI M3 MOJEKYISPHOW WJIM aTOMHOM Macchl (Macc) ero
cocraBisitouux. MHopmanus, npenoctaBisieMas TOJbKO MO Macce, MOXET OBITh
JOCTATOYHOMU ISl ONIPEACIICHUs] MOJIEKYJISIPHON (DOPMYJIbI BEILIECTBA.

B nacTosiee BpeMsi Macc-CIEKTPOMETPHUS pa3BUBAETCS OOJBIIMMHU TEMIIAMHU,
a COOTBETCTBYIOLIME WHHOBALMM IPOU3BOIIATCA C OIPOMHOM  CKOPOCTHIO.
DKoJlorHYecKre U (papMalieBTUUECKUE UCCIEAOBAHUS OKa3aJIMCh ABMXKYILIEH CUIION B
JNOCTH)KEHUHU O0Jiee HU3KUX IMPEAesioB OOHApy»XEHUs, 4YeM IpU MCIOJIb30BAHUU
JIPYTUX METOOB.

TexHonoruss  ra3oBodl  xpomatorpaduu, COIIPSDKEHHOM € Macce-
criektpomeTpuueckuM  aetektupoBanueM  (['X-MC), nmnpusHaHa  «30JIO0THIM
CTaHJapTOM» B cdepe HACHTU(DUKAIUU XUMUUYECKUX BemiecTB B cMecsax. ['X-MC
€CTh KOMOWHAlMsS JABYX MOIIHBIX AQHAJIUTUYECKUX HMHCTPYMEHTOB: Ta30BOMU
xpoMmarorpaduu, odecrneynBarome BbICOKOAP(HEKTUBHOE pa3/ieIeHue KOMIOHEHTOB
CIOXHBIX CMeceil B Tra3oBoiM (¢aze, M MacCC-CIEKTPOMETPUHU, TO3BOJIAIONICH
UACHTU(PULIMPOBATh KaK M3BECTHBIE, TAK M HEU3BECTHbIE KOMIOHEHTHI cMecu. ['X-
MC BbICOKOCTIELIM(PUYHO XapaKTEPU3yEeT BEUIECTBA IO Ta30XxpomaTorpaduyecKkum
WHJEKCaM yJEepKUBaHUs W Macc-CIeKTpaM. BemiecTtBa ¢ mNepeKkpbIBAIOIIMMHUCS
xpoMarorpa@uuecKUMi TUKAMH pa3jiMyaloT 1Mo uX Macc-cnekrtpam. C apyroit
CTOPOHBI, U30MEPBI C MOXOKUMH WU UICHTUYHBIMU MACC-CIIEKTPAMH PA3IUYarOT 110
uHAeKcaM yaepxuBaHus. Takum o6pazom, I'X u MC nononHsT Ipyr apyra npu
aHaJIM3€E CJI0XKHBIX cMecel [58].

1.5.2 Perucrpanusi 3tanoJia

B nensix ycraHoBiieHUsS BO3MOXKHOCTH Hcnoib3oBanus ['X-MC cucrem s
KOJIMYECTBEHHOTO  ONPEACIICHUS JIETy4MX MPUMECEH B  JTAHOJICOAEpKalIeh
OPOAYKUMHA METOJOM «JITaHOJN B KayecTBE BHYTPEHHETO CTaHJapTa», ObUIH
IPOBEICHbl JKCIEPUMEHTANbHBIE HCCIEAOBAHUS HA Ta30BOM Xpomarorpade,
CONPSIKEHHBIM C KBAJPYNOJbHBIM MACC-CENEKTUBHBIM AETEKTOPOM.

['maBHOM OOHapy>KeHHOM NpPOOJIEMON OKa3aJoCh HACBIUIEHUE JIETEKTOpa
MOHaMH, OOpasyoIMMHCS TpU HMOHU3alUMM 3TaHoja. Kak cieacTBue, IOETEKTOP
nepecTaBal J€TEKTHPOBATh ATAHOJ, MUK KOTOPOro ObUT «OOpEe3aHHBIM» CBEPXY.
[ToHsiTHO, YTO B TaKOM CjJydae METOJ HE MOI OBbITh HCIOJb30BaH, T.K. IpPH
KaMOpOBKE M  aHaJIM3€ MCOBITYEMOTo o0pas3la MpeioKEHHbBIM  METOJ0M
HEOOXOIMMO 3HATh IUIOMIAAb MHUKA dTaHojga. JIMHEWHBI TUHAMUYECKUNW AUara3oH
MC netexTopa cocTaBiseT mopsiaka 10°, 4To Kak MHUHHMYM Ha JIBa MOpSIKA HIKE,
yeM auanasoH juHenHoctu [IM]J[. CornacHo paHee NMPOBENEHHBIM HCCIECIOBAHUAM
[41-44], meTonm «DTaHOJ B KayeCTBE BHYTPEHHETO CTaHJApTa» MOXKET ObITh
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UCIIOJIb30BAaH Jlak€ TMpU OMNpEeACIeHUH MpuMeced B 00pa3lax ¢ BBICOKHM
COJIep’)KaHUuEM ITHIIOBOTO CIIUPTA, HA MIPUMEP B CIIUPTE STUIOBOM PEKTH(PUKOBAaHHOM
¢ KpenocThro nopsiaka 96%. Beicokas nunelHocTs [1M]] 03BOJIAET pErHCTPUPOBATH
CUTHAJIBl KaK ONpEeNEesieMbIX JIETYYUX MPUMECEH, TaK M 3TaHOJa, Yb€ COJEp KAHHE
OTHOCHUTENIFHO JPYTMX KOMIIOHEHTOB OY€Hb BeNWKO. [0 MepBBIM SKCIIEpHUMEHTaM
CTaJ0 OYEBHIHO, UTO MCIOJb30BaHne MeTo1a Ha I X-MC He MOKET OBITh OJTHOCTBIO
WACHTUYHO ucnoyib3oBanuto Ha I'X-TTHU/I.

[lo pe3ynbraraM JIUTEPATYypPHOrO MOMCKA OBUIO YCTAaHOBJIEHO, YTO ATAHOJ
panee onpeneisuics konnuectBeHHO Ha [’ X-MC kak otnenbHasi IpUMech, HAPUMED,
B Ouosoruueckux odpasnax [59], mapdromepun [60], TBepaoi nuie [61]. OgHako BO
BCEX IMPHUBEJICHHBIX pa00oTax BEPXHHUM Mpenen ONpeaesieHus 3TaHOJa HE MpPEeBbIIIAT
0,5 % 00., 4TO MO3BOJISLIO OECpOOJIEMHO €ro JAETEKTUPOBaTh. KOIUYECTBEHHOE
onpeeneHre NpoBOANIOCh METOIOM aOCOMIOTHOM TpaayupoBku. Eciau comepkanue
3TaHoJ1a OBLIO BBIIIE, 00pa3Lbl pa30aBIISIIN.

Yrto KacaeTcsl aqKOTONBHBIX HAMMUTKOB, TO MPH KOJIMYECTBEHHOM OIPEICICHUH
3TaHOJIa HANUTKU pa30aBisuIM BOAOW WM HMCHOJB30BAIM Oo0jee BBICOKUN cOpocC
Merona [62-65]. B oOoux ciyuyasx u3MEpeHHUs MPOBOJIUIUCH JBAXKIBI: CHauaja
U3MEPSUTUCH JIETyYre KOMIIOHEHTBI, a 3aTeM, Toclie pa3daBieHust/yBeaudeHus copoca
— sTaHo)l. Bo u30exaHue HACBILEHUS AETEKTOpPa, HEKOTOPBIE aBTOPHI MpepbIBaIu
MU3MEPEHUE BO BpEMsI BbIXO/1a ATaHoa [66].

Takum 00pa3oM, OCHOBBIBAsICh Ha OIBITE MNPEABIIYIIMX HCCIEeI0BaTENEH,
QITOPUTM MCIOJIB30BAHUS TPEIJIOKEHHOTO METOJa MOXKHO ObLIO OBl MpEACTaBUTH
clenyomuM 00pa3oM: B NEPBYIO ouepedb M3MEpATh 00pa3el] U perucTpupoBaTh
CUTHAJIBI OMpEeNsieMbIX MpHUMeceil, mocie uyero paz0aBisiTh 00pasel] BOJAOW WM
yYBEJIMYUBATh COpPOC MPOOBI M OTIACNBHBIM H3MEPEHUEM PETUCTPUPOBATH ITAHOJ.
BBumy Hecom3smepuMo OOJBIIMX TPYIAOBBIX 3aTpar, KOTOpble OBl HETaTHBHO
CKa3aJIMCh HAa METPOJIOTHYECKUX XapaKTePUCTUKAX NPEIJOKEHHOIO0 MeToAa H
MOJIHOCTBIO OBl HUBEIUPOBAIMA €ro JOCTOMHCTBA, O3TOT IMOAXOJ Ha MPAKTUKE
peanu3oBaH He ObLI.

Permennem BbIIIEyKa3aHHON MPOOIEMBI BHAUTCSA TOJXOJ HCKYCCTBEHHOTO
YMEHBIIIEHUSI YyBCTBUTEIHHOCTH MC JeTeKTopa K 3TaHOIy, B pE3yJbTaTe KOTOPOTO
CTaHeT JOCTYNHOM €ro OJHOBPEMEHHAas pPErucTpanusi BMECTE C OINpeIessieMbIMU
JETYYHMH TIPUMECSIMH O€3 BBITIOTHEHHS OTACIBHBIX JOMOJHUTEIBHBIX W3MEPEHUI.
Takux moaxofoB ObUIO mMpenokeHo ABa. [lepBhIil 3akirouaeTcs B CEICKTUBHOM
peructpauuu 0ojiee peKuX HOHOB, 00pa3YIOIIMUXCS MPH 3JIEKTPOHHOW MOHU3ALUU U
nocienyroueil (pparmMeHTaluMyM MOJeKyJd JTaHojia. BTopoil — B yMeEHbIIEHHH
HaTpsOKEHUS Ha TUHOJIE AETEKTOpa B MOMEHT BBIXO/Ia TMHKA 3TaHOJIA.

1.5.3 Pe:xkumbl peructpauuv HOHOB

Kilaccuueckum  pekMMOM B MAacC-CHEKTPOMETPUM  SBISIETCA  PEXKHUM

24



peructpauuu noinHoro nonnoro Toka TIC (Total Ion Current). Ero cyTs 3akntouyaercs
B MIOJTyYE€HUHU MacC-CIIEKTpa BEIIECTBA MMyTEM PETUCTPAIIMH BCEX HOHOB B BEIOpaHHOM
nuanaszoHe macc, Hampumep, oT 50 m1o m\z 550. DTOT pexuMm XapaKTepusyercs
O0MBIION MHPOPMATUBHOCTHIO, TMOCKOJBKY IO3BOJSET MOTYYUTh TMOJHBIA CIEKTP
COCMHEHUS W C BBICOKOM BEPOATHOCTHIO OMPEICIUTh €ro CTPYKTypy IO
uMeromMest 6azaM Macc-CEKTPOB.

[TomydeHHBIN CTIEKTp TaK)KE MOKHO HACTPOHWTHh Ha OTOOpa)KEHHE OJIHOTO WU
HECKOJIbKMX BBIOPAHHBIX HOHOB, YTO OKA3bIBAETCS IMOJIE3HBIM MPH aHAJIN3€E CIIOXKHBIX
CMeceil, Korja CHeKTp M XpoMarorpamma IepernoiHeHbl nHpopmaimeit. Hampumep,
pucynok 3 coxaepxkutr ['X-MC xpomarorpammy »3(GUpPHOrO 3KCTpakTa o0Opaslia
TIOJICHBETO JKUPA B PEKUME PErHCTpaIH MOJHOTO MOHHOTO Toka. OYEeBUAHO, UTO
BBHUJYy CJIOKHOTO MHOTOKOMIIOHEHTHOTO COCTaBa 3TOro oOpasiia KOJIWYECTBEHHOE
oTpesieNieHue KOHKPETHBIX BEIIECTB SIBISCTCS TPYIHON 3a1aueid.
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TIC: NERPA1.D
\Abundance
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Pucynok 1.3 — I'X-MC xpomarorpamma 3pupHOTo 3KcTpakTa 00pasiia TIOJIEHbETO KUpa B

pE)KHUME pEruCTpalvy MOJTHOTO HOHHOTO TOKa [67, c. 336]

Opnako npu BeIOOpEe KOHKPETHBIX MHTEPECYIOUIMX MOHOB JJisi OTOOpa)xeHus,
XpoMaTorpaMma, puBeJICHHAs Ha PUCYHKE 3, MOJHOCTHIO MpeoOpaxkaeTcs (CM. puc.
4) ¥ CTaHOBUTCA JOCTYITHOM perucTpamnus OTIeIbHEIX HHTEPECYIONINX COCAMHEHHM.

lon 326.00 (3256.70 to 326.70): NERPA1.D

Abundance
10000
Time-->°
24.00 24.50 25.00 25.50 26.00 26.50 27.00 27.50 28.00 28.50 29.00
lon 360.00 (359.70 to 360.70): NERPA1.D
Abundance
10000
'T'Im.--a-o
24.00 24.50 25.00 25.50 26.00 26.50 27.00 27.50 28.00 28.50 29.00
lon 394.00 (393.70 to 394.70): NERPA1.D
Abundance
10000
o o A it
Time--> —— TP ey
24.00 24.50 25.00 25.50 26.00 26.50 27.00 27.50 28.00 28.50 29.00

Pucynok 1.4 — I'’X-MC xpomarorpamMmma 3KCTpakTa 00pasiia TIOJICHBETO KHUPa B PEKUME

peructparuu BeIOpaHHbIX HOHOB 326, 360 u 394, cBepXy BHU3, COOTBETCTBEHHO [67, . 336]
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['X-MC yacTto UCnoib3ylT B PEKHME MOHUTOPHHIA 3aJaHHBIX MOHOB SIM
(Selected Ion Monitoring). Takoil mnNOAXOA TakKe HOCUT Ha3BaHHME Macc-
¢dparmenrorpadguu [67]. B 3TOM ciaydae Macc-CIIEKTPOMETpP HE PEruCTpUpYeT
JMAIa30H Macc, a JKECTKO HACTPAMBAETCS HA PErUCTPAlUI0 HECKOJIbKMX HMOHOB C
3aJIaHHBIMU 3HAYEHUSAMH M/Z.

Bo Bpems nonyuenus cnekrpa B TIC pexnme, Ha pETUCTPALIMI0 KOHKPETHOTO
noHa otBoautcs ¢/500 c, rae t — BpeMsl pa3BepTKu, Hampumep, 1 cexyHaa, a 500 —
YUCJIO PErucTpupyeMbix HOHOB (mauamnazod 50-549 m/z). Ilockonbky HOHBI
TEHEPUPYIOTCS HETPEPBIBHO, 3TO O3HA4aeT, 4To Aerekropa pocturaet 0,2 % moHOB
Kaxzaoro tuna. [logaBisONyl0 4YacTh MOHOB CKAaHHUPYIOIIHM MacC-CIIEKTPOMETP
IIPOCTO HE MOKET 3aPETUCTPUPOBATH, IOCKOJIBKY «3aHST) ONPENEIEHUEM IPYTHX.

B cBoto ouepeas npu SIM pexume perucTpupyroTcsi ToJbKo 2-4 BbIOpaHHBIX
MOHA. DTO B 3HAYMTEIIBHOM CTENEHHM YBEJIMYMBAET IPOLEHT HMOHOB KOHKPETHOTO
Macc-3apsJHOTO OTHOIIEHUS, KOTOPBIE JOCTUTAIOT AeTekTopa. Kak ciencreue, MeTon
SIM nosnydaer BBIMIPHIII B YYBCTBUTEIBHOCTH Oojiee yeM Ha mopsaok. Bmecre ¢
3TUM, 3TOT METOJ| NMPOUTPHIBAET B MHPOPMATUBHOCTU M HAJEHKHOCTH, MOCKOJIBKY
TepsieTcst nHopMalus o0 Ipyrux KoMrnoHeHTax cmecu. Meron SIM ucnons3yercs B
PYTHHHBIX aHajlu3axX C OrPAaHUYEHHBIM KOJMYECTBOM HMCCIEAYEMBIX KOMIIOHEHTOB,
Korjaa (opmyiia v BpeMs yAepKUBaHHUSI KOMIIOHEHTA TOYHO U3BECTHBHI.

[Ipu aHanu3e JeTydnux KOMIIOHEHTOB Hcmnonb3ytorcs kak TIC, tak m SIM
MeTobl. BBUy TOro, 4to 11000 peryaupyomuid JOKYMEHT, Kacaloluicss METOI0B
KOJIMYECTBEHHOTO  ONPEACIICHUS JIETyYMX MPHUMECEH B  JTAHOJICOAEpKAIIEH
MPOAYKIINH, PACTIPOCTPAHSIECTCS HA KOHKPETHBIM MEPEUCHb JETy4ux npumeceit, SIM
peXUM BUIUTCS NOPEANOYTHTENIBHBIM BBHUJAY 3HAYUTENbHO 0o0Jiee BBICOKOMN
yyBcTBUTENbHOCTU. TIC pexxum Oosiee yMECTHO MCMOIB30BATh B UCCIEA0BATEIbCKUX
paboTax mpH aHaJIM3€ COCTaBa BHUH, KOHBSKOB U T.A., TO €CTh B TE€X CIIy4asxX, KOrja
YUCJIO KOMIIOHEHTOB BEJIMKO U OHHM OTJIMYAIOTCS OOJBIIMM  CTPYKTYPHBIM
pazHooOpaszueM.
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1.5.4 Ucnoan3oBanue nona ¢ m\z 47
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Pucynok 1.5 — Macc-cniektp staHona, B3aThiil u3 6udmrorexu NIST

Ha pucynke 5 mpejacraBiieH Macc crnekTp sTaHojia. Kak u crmektp JiroOoro
JPYTOro BEIEeCTBa, OH COJICPKUT OCHOBHBIC U TTOOOYHBIC M/Z CUTHAJIbI, YbH BBICOTHI
MPOTIOPIIMOHAIIBHBI KOJMYECTBY 00Pa3yOMUXCS MPU HOHU3ALIMH YaCTHII.

C menplo perucTpalid CUTHajga »dTaHoja O€3 HaCHIIEHUs JIETEKTOpa
OJTHOBPEMEHHO C MCCJIeYEeMbIMH MPUMECIMH ObLIIO MPEAJIOKEHO UCTIOIB30BaTh NOH
dTaHoJa C Macc-3apsaaHbIM OTHomieHueM 47. MonekynspHas wMacca 3TaHoJa
COCTaBIISICT 46 a, CJIEIOBATENLHO, 9TH WOHEI COOTBETCTBYIOT
He(pparMeHTUPOBAHHON MOJIEKYJie, cojepkamer 1 Tsokenslid wu3oTom. Bauay
OTHOCUTEJIHO BBICOKOTO MPUPOIHOIO COJEpKaHUSI HM30TOMa BC B 1,07 %, 1o
cpaBHenuto ¢ 0,04 % u 0,01 % nns m3oTONOB "O u ZH, COOTBETCTBEHHO, OBLIO
INPEANOJIOKEHO, YTO HaJudue HOHOB ¢ m/z 47 TpakTUYeCKH TMOJHOCTHIO
COOTBETCTBYET He(parMeHTUPOBAHHBIM MOJICKYJIaM COCTaBa Bc2CH;0.
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I''TABA 2. OIUCAHHUE KCIHEPUMEHTA

2.1 Baaupanus Metoaa B oaHou jgadoparopum na I'X-ITH /]

C 1ebI0 YCTAHOBJIEHUSI METPOJIOTUUECKUX XapPAKTEPUCTUK METOJIa «ITaHOJ B
KaueCcTBE BHYTPEHHETO CTaHAapTa» ObliIa MPOBEEHA €ro BaIMAAIMS B J1abopaTopuu
aHamuTuueckux uccaenosanuiit HUU 11 BI'Y.

2.1.1 IlpuroroBjieHHE CTAHAAPTHBIX 00PA310B

Jlisi mpoBeieHMs] BaJIUJAlMKM TPABUMETPUYECKU OBLJIO MPHUTOTOBJICHO CEMb
CTaHAAPTHBIX OOPAa3IOB JIETYyYMX KOMIIOHEHTOB B CHUPTOCOJAEP AIICH MPOMYKIIHH.
CHauana Obula TNPUTOTOBJICHA BOAHO-3TaHOJBHas cmech (BDOC) ¢ oObeMHBIM
conepxkanuem stanona 40 % 06. myrem cMmemieHus cnupra 3TuioBoro (96 % 06.) ¢
JIEMOHN30BAaHHON BOJION. PeKTH(PUKOBaHHBIN ATUIOBBIM CIIUPT BHICHIEH OYUCTKHU OBLI
npenoctaBieH 3A0 «JIukepo-BoOYHBIN 3aBOJ] «AJNTOHbY, JEMOHHW30BaHHAs BOJA
ob1a mpuodperena B OAO «MHTerpamy.

Cmecy PBD-A Obuta mpurortoBiieHa myTeM BHeceHuss B BOC ciempyroniux
UCCJIeIyEeMbIX JIETYyYMX KOMIIOHEHTOB: alleTalIbJIeTH, METHJIalleTar, JSTuialeTar,
METaHOJI, 2-TIponaHo, 1-nmponanoi, 2-meTui-1-nmponanon (u300yranon), 1-6yraHon,
3-metun-1-0yranon (u3oamuioi). Bce uHIMBHIyanbHBbIE JIETy4YHe€ KOMIIOHEHTHI
ObUTM TpuoOpeTeHbl y KoMmmanud Merck w umenu uucrotry He Hike 99 %.
[Tpurorosnenre o0Opa3loB MPOBOAMIOCH TPABUMETPUUYECKUM METOJOM B IOJTHOM
COOTBETCTBUM ¢ TpeboBaHueMm [68], ¢ UCHIOJB30BAHUEM AHATUTHYECKUX
ANeKTpOHHBIX BecoB AR 2140 ¢ nHambGombmum mpeaesnoMm B3pemmBanus 200 T,
UMEIOIIMe KJacCc TOYHOCTH | (TEepBBIM WM CHEIUaNbHBIA KJAcC) M Mpeaent
JIOITyCKaeMoM MorpemHocT He oosee + 0,2 Mmr.

Cmecu PBD-B, PBD-C, PBD D u PBD-1 06bumn mpuroToBjieHBI MyTeM
paszbasienus obpasia PB3-A BogHo-3TaHONBHOM cMechio. Cmecu PBD-2 u PBD-3
ObUIM TIPUTOTOBJIEHBI MyTeM pazdaBieHus obOpazna PBO-C BogHO-3TaHONBHOU
cMmechto. TakuMm 006pazom, 00BEMHOE CoJIepKaHUE ITAHOJIA BO BCEX MPUTOTOBIEHHBIX
cTaHAapTHBIX 00pasmax coctaBmwio 40 % 00., YTO UMUTUPYET HUCXOJIHYIO MATPHILY
OOJIBIIMHCTBA MCHBITYEMBIX OOpa3IOB aJIKOTOJILHOW MpoayKuuu. [IpuroroBieHHbIe
o0pa3iibl XpaHWIH B 3aKYMOPEHHBIX (PIIAKOHAX M3 TEMHOT'O CTEKJIa MPHU TeMIlepaType
5-10 °C. Ilepen I'X uzmepenusmu oOpa3iibl MOMENIAIN B CTaHIaPTHbIE MUKPOBUAIIBI
obbeMoM 1,5 wu, mMOAXOJAUIME JUISI HEMOCPEJICTBEHHOTO HCIOJIB30BAHUS B
aBTOMAaTHYECKOM J03aTope KUAKUX P00 «JTAK-2M».

KoHueHTpanum wuccieayeMbix JeTy4YuX KOMIIOHEHTOB B MPUTOTOBJICHHBIX
CTaHJAPTHBIX 00pa3lax M HX HEONpeeIeHHOCTH IMpuBeneHbl B Tabmuue 2.
HeonpeneneHHOCTH KOHIEHTpalii mpumeceil B o0pa3nax ObUIM YCTaHOBJIEHBI
PacYeTHO-IKCIIEPUMEHTAIBLHBIM Ty TEM.
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Tabauua 2.1 — KoHneHTpanuu npuMece B MPUTOTOBIEHHBIX CTAHIAPTHBIX 00pa3iiax U UX HEOMPEACIICHHOCTH

Konnenrparmus, mr/m AA

Kowmonent PBD-3 PBD-2 PBD-1 PBD-D PBD-C PBD-B PBD-A
areTalbJIeTH/I 3,93 +0,12 11,0+£0,33 48,6 +1,5 132 +3,5 223 +£4.,5 436+ 4.4 4336 + 12
METHJIAIeTaT 1,03 £0,02 9,74 £ 0,19 51,4+1,0 177 £4,2 242 £ 4.8 487 +£4.9 5533 £ 16
JTUJIANeTaT 1,11 +0,02 9,49+ 0,19 49,7+ 1,0 237+5,2 233 +£4)7 476 £4,8 6813 £ 21
METaHOJI 18,5+ 0,56 27,7+0,83 71,7+2,2 189 +5,0 271 +£5,4 526+5,3 5741 £ 16
2-TIpOTIaHOJI 2,75+ 0,08 11,9+ 0,36 55,6 +1,7 139+ 3,7 258 £5,2 512+5,1 5774 £ 16
ATaHOI 789300
l-nponanon 1,27 +0,03 10,7+ 0,21 56,5+ 1,1 189+ 5,1 265+5,3 532+53 6010+ 17
n300yTaHOI 1,45+ 0,03 11,3+0,23 589+1,2 195+4,6 275+£5,5 553+5,5 6214 + 18
1-GyTanon 1,72 + 0,03 11,0+ 0,22 56,6 £ 1,1 187 £ 5,1 264 +53 532+5,3 5996 + 17
M30aMHUIION 1,95 + 0,04 11,6 £0,23 59,2 +1,2 196 + 4,8 276 £ 5.5 556+ 5,6 6244 + 18




KoHueHTpanum neTydyux KOMIIOHEHTOB B MPUTOTOBJIEHHBIX CTAaHIAPTHBIX
oOpa3nax ObLIM BBIOpaHbI TakKUM OO0pa3oM, 4YTOOBI OXBAaTUTh BECh JUAIa30H
IpUMECEH, COJEPXKALIMXCS B pPa3IWYHbIX 0O0pa3lax ajaKOTOJIbHOM MPOAYKIIUH.
Hampumep, cambple HU3KHME KOHLEHTpauuu B obOpasumax PBD-3 u PBD3-2
COOTBETCTBYIOT COAEpP)KaHUIO TMpuMeced B BOJAKE M  CIUPTE OSTUIOBOM
pexktuduxoBanHoM (96 % 006.). O6pazenr PBD-A ¢ cambiM 6osibIIUM COAEpKaHUEM
npUMecell COOTBETCTBYeT (pakuusiM TpU TEPEeroHKe HJTHIOBOTO  CHUPTA,
muctiuiaraM v ap. OcraiabHble 00pa3lbl 3aHUMAOT MPOMEKYTOUHOE MOJIOKEHUE,
oTpaxkasi COJEpKaHHe TNpUMeced B JPYrMX HOPOAYKTaX BHHOJEIbYECKOM
IPOMBIIIIEHHOCTH.

C uenpio IeMOHCTpAIMU pabOTOCTIOCOOHOCTH METO/a Ha peaabHOM o0paslie B
KOMMEPYECKOM HMCTOYHUKE ObUT NMpHOOpEeTeH 00pa3el] BUCKU M3BECTHOro OpeHja.
Martepuan npuoOpEeTeHHOro HAamMTKa ObUT MOMEIIEH B CTaHAAPTHBIE MUKPOBUAIIBI
oobemMoMm 1,5 M. (a Moxker He oauH HamuTOK? OJWMH HAMUTOK MCXOAHUT U3
nyonukamuu B AOAC 2019 1.)

2.1.2 IlapameTpsbl 000pyI0BAHUS

Jlns u3MepeHuil ucrnosb3oBayicsi ra3oBblii xpomarorpad «Kpuctamn 5000.1»
bupmbl  Xpomatdk. Mcnonp3oBasiack KamwuisipHas — koioHka Rt-WAX  co
cleAyrouuMMu napamerpamu: gnuuHa — 60 M, BHyTpeHHu amamerp — 0,53 mwm,
tonmuHa ¢gassl — 1 um. Ucnonb3oBanuck cieayromnme ['X mapaMmeTpsl: TeMieparypa
ucnaputenss — 160 °C; temneparypa aerektopa — 200 °C; ra3 HocuTeslb — a3oT
(99,9%); cxopocth moToka — 6,9 mui/MuH. OO6beM BBOAMMOM MPOOBI cocTaBui 1 i,
copoc — 1:7. Bpuin HMCMOIB30BaHbI CIAEAYIOIIME MapaMeTpbl TEPMOCTATa KOJOHKHU:
HavyanbHasg uzorepMa 75 °C BblIepXKUBAJIACH 9 MHUHYT, 3aTEM YBEJIMYMBAIACh 10
130 °C co ckopocthio 5 °C/muH, 3atem yBenuuuBaiach 10 180 °C co CKOpPOCThIO
10 °C/MUH ¢ KOHEYHOU U30TEpPMOH B 5 MUHYT.

2.1.3 OnpenensieMble METPOJIOTHYECKHE XaPAKTEPUCTHUKH

Bce nccnenyembie crangapTHBIC IPUTOTOBICHHBIE H PUOOPETEHHBIE 00PA3IIhI
obum u3Mepensl 30 pa3, 3a UCKIOUEHHEM KaiuOpoBouHoro obOpasua PBO-C,
KOTOPBIN OBLT M3MEpEH MATUKpaTHO. OmnpenereHne OTHOCUTEIbHBIX KO(PPUITUEHTOB

OTKJIUKA RRFl-E th

npoBoawiock 1o ¢dopmyne (7) mo pe3yibraraM HU3MEpPEHHS
kanubpoBoyHoro ooOpasua PB3-C.  KonuenTpamuu mnpumeceii B HU3MEPEHHBIX
MPUTOTOBJICHHBIX 00pa3lax ycTaHaBIUBAIKUCH IO opmylie (8).
Ha ocHOBaHMM TONYYEHHBIX HW3MEPEHUH ONpENesUINCh  CIETYIOIINe
METPOJIOTHYECKUE XaPaKTEPUCTUKH
e BHYTpHIAOOpaTOpHAs MOBTOPSEMOCTh METOAA ObLIa OllEHEHA MyTeM pacyera
BEJIMYMH OTHOCUTENBHBIX CTAHIAPTHBIX OTKJIOHEHWH IOBTOPSIEMOCTH Ha

KaXX1OM YPOBHC KOHHCHTpaL[I/Iﬁ IMPUTrOTOBJICHHBIX PACTBOPOB, a TAKXC B



cllyyae MPUOOPETEHHBIX aJKOrOJIbHBIX HAMUTKOB COTJIACHO TPEOOBaHUAM
NCO 5725 [52];

e BHYTpWJIaOOpaTOpHAas BOCHPOU3BOAUMOCTh METOJa Obla OIICHEHA IyTeM
pacueta BEJINYUH OTHOCHUTEJIHHBIX CTaHAAPTHBIX OTKJIOHCHUU
BOCIIPOU3BOJAMMOCTH Ha KaXXJIOM ypPOBHE KOHIIEHTPAIUi MPUTOTOBICHHBIX
pacTBOpPOB, a TakXe B Clydae MNPUOOPETEHHBIX aAJIKOTOJIbHBIX HAMMUTKOB
corjacHo TpeboBanusam MUCO 5725 [52];

® JIMHEWHOCTh METOJla Obla OLICHEHAa METOJOM HAWMEHBIIUX KBaJpaTOB IO
pe3yibTaTaM U3MEPEHHsS] BCEX MPUTrOTOBJIEHHBIX CTaHAAPTHBIX 00pa3loB, 3a
uckimoueHueMm obpasna PBDO-C. JluneiiHas 3aBucUMOCTh BHAa y=kx
YCTaHaBJIMBAJaCh B OCAX OTHOIICHHE KOHLEHTPALMI i-TO HUCCIEIYyeMOTO
KOMIIOHEHTa W A3TaHojla B Mr/a1 AA (abciucca) M OTHOIICHHUE IUIOIIAACH
razoxpomarorpaduueckux MUKOB i-T0 KOMIIOHEHTA U 3TaHoJ1a (OpArHATA);

e npenen konuuecTBeHHoro ompeneneHus LOQ (Limit of Quantification)
OMpeNeNsica MO pe3yJibTaTaM H3MEpPEeHUsl CTaHaapTHOro obpasua PBO-3,
COJIEpIKaIllEr0 CamMble HU3KUE KOHIEHTPALMH JIETYYUX KOMIIOHEHTOB CpEIu
BCEX MPUTOTOBJIICHHBIX 110 1. 2.1.1 oOpa3siuos [54];

® MPaBWIHHOCTH, MeTOAa ObLIa OIIEHEHa IyTeM pacyeTa OTHOCHUTEIbHBIX
BenuunH cMmemieHus (Relative Bias) i-ro kommoHeHTa Ha [-OM ypOBHE
KOHIICHTpAIUH 10 ciieayrolieit hopmyiie:

1yN st

. . =¥ 1 (Conenyj—Coneniy)
Relative biasy, % = "————— —-100% , 9)
il

rae Concnyy; j-as M3MEPEHHAs KOHLEHTPALMs [-rO JIETY4ero KOMIIOHEHTAa B
[-om crangaptHOoM oOpasue, Mmr/1 AA; Concnjf — nNpUroTOBIEHHAs
(cranmapTHasi) KOHLIEHTPALUS i-T'O JIETY4ero KOMIOHEHTa B /[-OM CTaHAapTHOM
obpasne, mr/n AA; N — uucno uzmepenuii, 30.

2.2 UccaenoBanue meroaa Ha I'X-MC

2.2.1 IlpuroroBJ/jieHHe CTAHAAPTHBIX 00pa3LoOB

Jlns mccienoBaHuil MCIOJIB30BaMCh 00pa3iibl PBD mpuroTomieHHbIE MO 1.
2.1.1. Jlnga mpoBepKH JTUHEHHOCTH JETEKTOpa ObUI MPHUTOTOBJICH OTAEIbHBIN HA0Op
00pa3ioB myTeM paszbapieHus: oopazna PBO-A (m. 2.1.1) Bogoii B 2, 5, 10, 50, 100,
500, 1000 u 5000 pa3. Kpome storo, unctsii atanoin (Lach-Ner, Uexus) Obut cMmemian
¢ Bojou mis moaydenus 1, 5, 10, 20, 30, 40, 50, 60, 70, 80 u 90 % (06.) BogHO-
ATaHOJBHBIX PACTBOPOB.

st mpoBepku  pabOTOCIIOCOOHOCTM METOJla Ha peajbHBIX o0pasmax
QJIKOTOJIBHOW TPOJYKIIMA B KOMMEPYECKOM HCTOYHHKE OBLIM MPUOOpPETEHBI B
JTUCTUUTMPOBAHHBIX CIUPTHBIX HATTUTKA U3BECTHBIX OPEHIOB: BUCKU U KOHBSIK.
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2.2.2 IlapameTpsbl 000py10BAHUSA

Jlns u3MepeHuit ObUT UCTONIb30BaH ra3oBblil xpoMarorpad «GCMS-QP2010»
¢upmbl  Shimadzu. Hcnonws3zoBanack kamwuisipHas kononka ZB-WAX plus co
ciaeAyroumMu napamerpamu: gnuuHa — 60 M, BHyTpeHHud amamerp — 0,25 mwm,
tonmmuuHa ¢azel — 0,5 um.  HMcnonws3oBanmuck cnenyromue ['X  mapamerpsr:
temriepatypa ucnapurens — 170 °C; raz "Hocurenb — renuit (99,999%); ckopoctb
notoka — 1,36 msi/muH. O6beM BBoguMOM mnpoOsl coctaBuia 0,5 wi, copoc — 1:50.
bbui MCnosib30BaHbl CIIEAYIONIME MapamMeTpbl TEPMOCTATa KOJIOHKHM: HadasibHas
nzorepma 60 °C BeiaepxkuBanack 9 MHHYT, 3aTeM yBenumuuBaiach a0 120 °C co
ckopocthio 10 °C/muH, 3atem yBenuuubanach 10 210 °C co ckopocthio 30 °C/muH c
KOHEUYHON H30TepMOM B 2 MuUHYTHL. Bce m3mepenue 3anumano 20 munayt. MC
JETEKTOP MCHOJB30BAJICA B pekuUMe 3ieKkTpoHHoro ynapa (70 3B), temmneparypa
UCTOYHMKA MOHOB YycTaHaBnuBanach paBHOM 230 °C. Ha koHLE KOJOHKH ObLI
YCTAHOBJIEH KBApLEBBIA Y-pa3BETBUTENb, KOTOPBIA Hampamisyli NOTOKM B MC
nerexrop u [TU]] B cooTHOLIeHnu 1:9, COOTBETCTBEHHO.

2.3 YcraHoBJIeHHEe HeONPeIeJIeHHOCTEe n3MepeHuil

Pacuer morpemnrHocteit (HeonmpeaeIeHHOCTEN) BBITTOIHIEMBIX U3MEPEHUN ObLIT
IIPOBEJICH B COOTBETCTBUU C TpeboBaHusiMu cepun crangaptoB MCO 5725 [ccpuikal
U pykoBojicTBOM EBponab [cepuikal.

HeonpeneneHHocTH M3MEpEHUN # MACCOBBIX KOHLEHTPALMM OIpEIeIsieMbIX
JIETYYUX KOMIIOHEHTOB, BBIDQXKCHHBIC B MPOIEHTaX, ObUIM PacCUUTaHbl KaK KOPEHb
CyMMBI  KBaJ[paTOB  CTaHAAPTHOTO  OTKIOHEHUS §,  XapaKTEPU3YIOIIEro
MPEIU3MOHHOCTh H3MEPEHUS, U OLIEHKHU cMmetieHus b o ¢popmyse (10):

u =+vs?+ b2, (10)

CTaHI[apTHOC OTKJIOHCHHUC S, BBIPAXKCHHOC B IIPOLCHTAX, PaCCHUTHBIBAJIN IIO

caenyromiei hopmye:
Ym=1(xi—%)?
s = /%-100%/3%]” (11)

rA€ X; — pe3yJbTaT €IUHUYHOIO MU3MEPEHUS U3 /1 MapaJICIbHbIX U3MEPEHUM; X —
cpenHee apupMETHYECKOE 7 MApajlIENbHbIX PE3YIbTATOB; Xpof — MACIOPTHOE
3HAUYCHHUE KOHIICHTPAIIMH JIETY4ero KOMIIOHEHTa B CTAaHJaPTHOM 00pa3Iie.

Bxnan cmemieHuss B HEONPEAEIEHHOCTh, BBIPAXKEHHBIA B IPOLEHTAX,
ONpENENIsUId U3 CPEIHEr0 CMElIeHUs: A, HEONpeIeIEHHOCTH 3TAJIOHHOIO 3HAYEHHS
Upef Y BAPHAIIMU OLEHKH CMELICHHUS s?/n no cnenyromeii Gpopmyie:

b= |A% +u?,, +5 12
uref n’ ( )
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Cpennee cmelieHue MeTona A, BBIPAXKEHHOE B MPOLEHTAX, OMPEISISUIM IO

caenyroiei hopmye:
(F=xres)”
A= ——-100% . (13)
Xref

HeonpeneneHHOCTH JTaJOHHOTO 3HAYEHHSA Uper, T.€. HEONPEAEICHHOCTH
NacMOPTHBIX  3HAYEHUM  MPUTOTOBJIEHHBIX  CTAaHJAPTHBIX  00pasloB, ObLIM
YCTAHOBJICHBl PAacCYETHO-IKCIIEPUMEHTANIBHBIM TyTeM. [l Bcex HccieayeMbix
JIETy4YMX KOMIIOHEHTOB BO BCEX MPUTOTOBIICHHBIX 00pas3iiax, kpome oopas3ioB PBD-2
nu PBD-3, HeomnpeneneHHOCTh NACMOPTHOM KOHIIEHTpanuu coctaBuwia 3 %, 4
o6pasioB PBO-2 u PBD-3 — 4,5 %.

Bemnuuna OTHOCUTEIIbHOM pacIIMpeHHOU HEONPEIEIIEHHOCTH U
paccuuThIBaliach Kak yJBoeHHoe 3HaueHue u (P=0,95).
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I'/IABA 3. OBCYXJIEHHUE PE3YJIBTATOB

3.1 Banuaanus MeToaa B OHOM J1abopaTopuu

[ToBTOpsiemocTh MeToAa ObliIa OLICHEHA IS IBYX JIMANa30HOB KOHIEHTPAIU:
HU3KOTO M BbICOKOro. K amanmazoHy HM3KMX KOHIEHTpAIMil OTHECIH PpPe3yJIbTaThl
U3MEepeHu cTaHAapTHeIX oOpasnoB PBD-2 u PBD-3, k auana3oHy BBICOKHX
KOHIIEHTpAIMil — BCE OCTAJIbHbIE TIPUTOTOBIICHHBIE CTaHAAPTHBIE 00pa3ibl. Tabiuia
3 coAepXuT  MakcumainbHble  3HayeHuss ~OCKO  nmoBropsieMocTH M
BOCITPOU3BOIUMOCTHU cpenu CTaHJAapTHBIX 00pas1oB, BXOJIALIUX B
COOTBETCTBYIOIIYIO TpYIIy. AHAJIW3 TMOJYYEHHBIX pPE3yJbTaTOB YyKa3bIBaeT Ha
BBICOKYIO IIPEIIM3NOHHOCTh METO/IA.

Tadoauua 3.1 — Makcumanesubie Benmmunabl OCKO nostopsiemoctu (RSD;) u BoctipousBogMOCTH
(RSDR) ansa aByx auamna3zoHoB KoHmeHTpauuid. Juamazon 1: 10-25 mr/n AA nns meranona u 2—10
Mr/1 AA st ocTanbHBIX KOMIOHEHTOB. JlmamaszoH 2: 25-5000 mr/n AA mis metanona u 10-5000

MI/II AA [UIST OCTAIBHBIX KOMIIOHEHTOB

OTHOCHUTENBHOE CPETHEKBAIPATUYECKOE OTKJIOHECHHE, Y0
KoMnonent Jnanazon 1 Jnara3oH 2

RSD, RSDgr RSD, RSDr
aleTanbIeT U 2,9 32 1,7 1,6
MeTHuJIaleTaT 4.5 5,0 2,0 2,0
ATUJIaLeTaT 4.4 4.7 1,7 2,0
METaHOJI 0,9 1,1 0,9 1,5
2-TIpONaHo 2,8 3,6 1,7 1,9
I-nponianon 4,5 4,3 1,7 1,7
300y TaHOJI 2,7 3,4 1,3 1.4
1-OyTtanon 4,5 4,7 0,9 1,6
W30aMMJIION 4.4 4,1 1,2 1,7

ITo pesynbraram ucciaeqoBaHUs JIMHEHHOCTH, KOA(PDUIIMEHT ASTEPMUHALINH R?
JUIL BCEX MCCIEAYEMBIX JIETyYMX KOMIIOHEHTOB Obl1 He Himke 00,9959, uro
CBHJICTCIILCTBYET O BBICOKOW JIMHEMHOCTM MeETOJa B BBIOPAHHOM IITMPOKOM
Jara3oHe KOHIICHTPAIHUi.

Benmuuuabl  cMmemieHudd W NpeaeroB  KOJWYECTBEHHOTO — ONPEACIICHHS
npuBelicHbl B Tabnuie 4. AHaau3 MOJYYEHHBIX PE3YyJbTAaTOB IOKa3ajd, YTO METOJ]
«JTaHOJ B KaueCTBE BHYTPEHHErO0 CTAaHAApPTa» IO3BOJIAET IOJydaTh MPAaBUIbHBIC
3HAYCHUS KOHIICHTpAIMH JIETy4YMX IpPUMECEl Ha BCEM HCCIICAYEMOM JHara3oHe
KOHIICHTpAIUH JIETYYUX KOMIIOHEHTOB, O Y€M CBHJICTEIILCTBYIOT HU3KHE BEITUYUHBI
OTHOCHUTEJIbHBIX CMEICHUH METOA.

35



Ta6muna 3.2 — BennuuHbl OTHOCUTEIBHBIX CMELIEHUM W TPEENoB  KOJIWYECTBEHHOIO

OmnpeaAcIICHHUA METOda

OTtHOCHTENBHOE CMeENIeHuE, %o LOQ,

KommoneHT
PBD-3 | PBD-2 | PBD-1 | PBD-D | PBD-B | PBD-A | MI/TAA
areTalbIeTH/I -2,6 -0,6 -1,4 0.4 -0,5 -0,3 0,30
MeTHJIaleTaT 0,7 -0,3 -1,0 0,8 -0,2 -0,5 0,23
ATHUJIaleTaT -1,7 -0,2 0,6 0,6 0,0 -0,5 0,30
METaHOJI -1,0 -0,1 -1,2 0,2 0,0 -0,2 0,33
2-TIpomnaHo -2,0 -0,2 -0,1 0,9 -0,3 -0,5 0,25
l-npomnanon -2,0 -0,8 -0,2 0,1 -0,2 -0,1 0,25
1300yTaHOI -2,0 -0,3 -0,3 0,2 0,1 -0,3 0,16
1-OyTanomn -2,0 -0,3 -0,1 0,2 0,0 -0,1 0,26
M30aMHJION -2,0 -0,3 -0,1 0,3 0,0 0,0 0,27

[TorpemHocTh MeTO/1a ObLTA OLIEHEHA MMYTEM pacueTa BEIMYUH OTHOCUTEIbHON
pacmpennoi HeonpeaeneHHoctu U (1. 2.3). Benuunnbl U ObUTH yCTaHOBIIEHBI IS
BCEX UCCJIeTyEeMbIX KOMIIOHEHTOB BO BCEX HCCIeayeMbIx oOpasimax. Jlanee BriOupanu
MaKCUMaJIbHOE€ 3HAYE€HHE HEOINPEACICHHOCTH Il  KaXXJO0T0  HCCIEAYEeMOro
KOMIIOHEHTa cpelr 00pa3loB, BXOJAAIINM B OJMH U3 JBYX Avana3oHoB. /(uama3on 1
coctaBisr 10-25 mr/m AA gog meranona u 1-10 mr/m AA mig ocTajabHBIX
KOMITOHEHTOB U BKJIIOYAJ B ce0s cTaHAapTHBIE 00pa3iel PBD-2 u PBD-3. Jluanazon
2 coctaBisr 25-5000 mr/n AA g meranona u 10-5000 mr/m AA U1 OCTadbHBIX
KOMITOHEHTOB M BKJIfoUal B ceOst ctaHmapTHeie obpasnsl PBD-1, PBO-D, PBO-B u
PBD-A. ITonydeHHbIe pe3ybTaThl OIICHKU HEOMPEACICHHOCTU METO/1a MIPUBE/ICHBI B
Tabnmiie 5.
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Tadauua 3.3 — Heonpenenennocts npeioxenHoro merona Ha ['X-IIW]JI, ycranoBineHHas mjis

JIBYX JUAIa30HOB KOHIIEHTPALU JIETYYUX TPUMECEi

. OtHOcHUTENBHAS
Jlnama3oH KOHIIEHTpaIHi,
Komnonent paclupeHHas
Mr/a AA
HeonpeaeneHHocts U, %
1-10 11,2
AHeTabAeTIA 10-5000 5,8
1-10 13,0
METHJIAIIETAT 105000 6.1
1-10 13,3
ATHJIAIIETAT 105000 6.1
10-25 6,7
venel 25-5000 5,1
IpOINaHOI-2 =19 19.3
10-5000 5,7
npormanoi-1 110 114
10-5000 5,4
1300y TaHOI 110 19,0
10-5000 5,0
OytaHoJ-1 110 12,0
10-5000 52
H30aMHUIION 110 115
10-5000 5,3

[IpuoOperennsii obOpaszeny Bucku Obi1  u3Mepen 30 pa3 aHAIOTUYHO

IMPHUTOTOBJICHHBIM 06pa3uaM. I[J'I?I HCTO HC NPCACTABIIAIOCH BOBMOKHBIM YCTAHOBUTD

XapaKTCPUCTUKKU TOYHOCTH MCTOIA, IIO3TOMY B JaHHOM ClIy4dac OBLIH IMPOBCACHBI

JIMIIb OLCHKHW IMPCUU3NOHHOCTH, ITPUBCACHHBIC B Ta6n1/1ue 6.
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Tab6auna 3.4 — PesynpraTel u3MepeHUs: MPHOOPETEHHOro oOpa3la BUCKHM W OIPE/ICICHHBIC

XapaKTEPUCTUKH MPELUU3UOHHOCTH METOAA

Kommnoneunr KonnenTparus, mr/nmn AA RSD,, % RSDg, %
areTaJbIaeT U] 57,9 0,7 1,6
METHJIAIeTaT 12,3 2,1 2.4
STUIAIETAT 371 1,3 1,7
METaHOJI 65,5 0,5 0,6
2-ITpONaHOJI 3,09 2,3 2,9
I-nponianon 621 0,1 0,2
1300y TaHOI 623 0,4 0,4
1-OyTaHon 3,59 3,0 2.8
M30aMUJION 778 0,2 0,2

3.2 Baaupauusi MeTo/1a HAa OCHOBAHMHU PaHee MOJYy4YeHHBIX JAHHBIX

Bo3MoxHOCT, Banmugauuu MeTola «IDTaHOJ B KAadyeCTBE BHYTPEHHETO
CTaHJapTa» Ha OCHOBAHUU paHEE TMOJYyYCHHBIX JIAaHHBIX ObLIa MPOJIEMOHCTPUPOBAHA
Ha npumepe ctathu [55]. JlanHas paboTa COACPKUT pe3yIbTaThl BAIUIAIUA METO/IA
TPAJAMIIMOHHOTO BHYTPEHHETO CTaHJapTa B OJHOM JIabOpaTOpHH IO ajiropuTMawm,
U3NI0KeHHBIM B pernamente EBpoxomuccuu EC 2870/2000 [27].

[Tocne oOpartenusi, aBTOPHI CTAThU MPEJOCTABWINA JTaHHBIE TPABUMETPUUECKU
MPUTOTOBJICHHBIX CTaHAAPTHBIX 00pa3noB. KoHIeHTpanuu B HUX OBLIM pPacCUNUTAHBI
B CIMHMIIAX M3MepeHus MI/I AA, mocie 4ero ObUIM YCTaHOBJIEHBI OTHOCHUTEIHHBIC
daktopsl oTkimka RRFEM
KoHnenTpanuu JieTy4nx KOMIIOHEHTOB B ATHX 00pasIliax, a TakKe€ OTHOCHUTEIbHBIC

o ajaropuT™MaMm, wu3IokeHHeiM B 1 1.4.1.1.

dbakTopel OTKJIHMKA, pACCYMTAHHBIE OTHOCHUTEIBHO JTaHOJNia B 3-MEHTAHOJIA,
BBIOPAHHOTO TPAJAUIIMOHHOTO BHYTPEHHETO CTaH/IapTa, MPUBEICHBI B TaOIHIIE 7.
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Ta6auna 3.5 — KoHmeHTpanmuu JeTy4rX KOMIIOHEHTOB B CIWUHHUIIAX HW3MEpeHHs Mr/i1 AA B
cTaHmapTHBIX oOpasnax «0,05» - «2,0» u cpeaaue kanmudpoBouHbIe K03 duIMeHTs RRF 11t IBYX

BHYTPEHHUX CTaHIapTOB

Cpenuuii
Konnentpanus, mr/m AA KaJIMOPOBOYHBIN
Bemectso KO3 PHUIHEHT
“0,05” | “0,1” “0,57 | “2,0” RRFL-E”‘ RRFi3_pent
areTaiabIeTH T 25.0 50.1 250 1001 1.319 2.011
METHUJIAICTAT 32.6 65.2 326 1303 1.733 2.642
ATHJIAIETAT 33.0 66.0 330 1320 1.275 1.945
METaHOJ 28.9 57.7 289 1155 1.427 2.175
ATaHOMI 789300 1.000 1.525
2-0OyTaHon 29.7 59.3 297 1186 0.777 1.184
l-nponanon 28.8 57.6 288 1153 0.796 1.214
1300y TaHOJI 29.8 59.5 298 1191 0.676 1.030
3-TIeHTaHOJI 583 0.656 1.000
1-GyTanon 30.0 60.0 300 1200 0.713 1.087
2-meTui-1-0yTaHon 29.3 58.5 293 1171 0.656 1.000
W30aMUJION 29.1 58.1 290 1162 0.643 0.980

[Tocne xanuOpOBKM, KOHLIEHTPALIMKU B CTaHIAPTHBIX oOpasmax «0,05» - «2,0»,
IIPUTOTOBJICHHBIX aBTOpaMu crTatbu [55] cormacHo 1. 5.14.6 periamenra
EBpoxomuccuu [27] Obut nepecyuTaHsbl 1o NpeajokeHHoMy MeTony. Ha ocHoBaHuM
MOJIYYEHHBIX JaHHBIX ObUla oOIlleHeHa JuHeHHocTh Metona. KoadduimeHnto
anmpoKCUMAITUU R? juist Beex HCCIIEyeMbIX KOMIIOHEHTOB B ClIy4ae TPaJUIIMOHHOTO
METOJIa, HCIOJIb3yeMOro aBTOpamMu cTaTbu, Obuitn He Hmke 00,9981, B ciyyae
MPEJI0KEHHOTO MeTo1a — He Huxe 0,9999.

JIOMOJHUTENIBHO [JIs JaHHBIX CTAHAAPTHBIX OOpa3IoB ObUIM PacCUUTAHBI
OTHOCHUTEJIbHBIE CTaHJApPTHBIE OTKJIOHEHUS, KOTOpble HaxoAsATCs B TaOnuie 8.
AHaJIU3  TOJIYYEHHBIX OKCIHEPUMEHTAJIbHBIX PE3yJIbTATOB  IMOKAa3bIBAaET, YTO
MPEIU3UOHHOCTh METOJIa C HCIIOJIb30BaHUEM JTaHOJIa B KA4eCTBE BHYTPEHHETO
CTaHJapTa HE XYK€ NPEIU3UOHHOCTH TPAJAUIMOHHOTO METO/Ja BHYTPEHHETO
CTaHJIapTa, MOCKOJbKY COOTBETCTBYIOIINE BETMYUHBI OTHOCUTEIBLHOTO CTAHAAPTHOTO
OTKJIOHCHMS COITOCTABHMEI.
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Ta6auna 3.6 — OTHOCUTENIbHBIE CTAHJAPTHBIE OTKJIOHEHHUSI HOBOTO M TPAaJUIMOHHOIO METOJIOB B

obpasmax «0,05» - «2,0» cornacho . 5.14.6 pernmamenta EBpokomuccun [2]

OTHOCHUTENTBHOE CTaHJIAPTHOE OTKJIOHEHUE, %o
BemectBo “0,05” “0,1” “0,5” “2,0”
Hos. | Tpan. | Hos. | Tpan. | HoB. | Tpan. | Hos. | Tpan.
areTalbJeT U/ 4,3 4,1 1,8 2,0 04 0,2 0,9 1,0
MeTHJIaleTaT 2,6 2,9 2,1 2,2 0,3 0,2 1.4 1,5
STHIALCTAT 3,5 3.8 0,9 1,1 0,5 0,6 1,2 1,3
METaHOJI 2.8 3,0 2.9 3,2 0.4 0,2 0,1 0,2
2-0yTaHon 2,6 2.4 0,6 0,8 0,6 0,9 0,1 0,3
1 -npomnanon 3,9 3.8 1,7 2,0 0,2 0,3 0,2 0,3
1300yTaHOI 5,6 5,8 1,8 2,1 04 0,3 0,1 0,2
1-OyTaHon 0,4 0,7 0,3 0,5 0,4 0,3 0,1 0,2
2-meTui-1-0yTaHon 3.9 472 0,4 0,7 0,3 0,5 0,3 0,3
W30aMHII0N 4,8 5,0 0,7 0,9 0,6 0,8 0,3 0,2

Ha ocHoBanuu IMMOJIYUYCHHBIX PC3YJIbTATOB TAKIKC ObL1a OOCHCHA IIPAaBUJIbHOCTDH
MCTOAAa IIYTCM pacucTa BCIWYHUH OTHOCUTCIIbBHOTO CMCHICHUAI. B Ta6JII/IH€ 9
IMPUBCACHLI BCIINYNHDBI CMGHIGHPIﬁ, IMOJYUYCHHBIC IJIA o0oux MCTOJOB. HGCMOTpH Ha
TO, UYTO MCTO/J «DTaHOJ B KA4yeCTBE BHYTPCHHCTO CTaHAApPTa» HC ITOKAa3aJl MCHbBIICC
CMCHICHUC BO BCCX ClIyHasdX, IIOKA3daHO, YTO €TI0 TOYHOCTDb COIMOCTaBHMMa C TOYHOCTBIO
TPAAUITUOHHOI'O MCTOAAd BHYTPCHHCIO CTaHIApPTa AAKC HA HU3KHUX KOHIOCHTPALMWAX
HCCIICAYCMbIX HpI/IMCCefI.

Tabmauma 9. Cmenienus

Taxxke ObUIa MpoBeAEHA OLIEHKA MPEAENOB KOJUYECTBEHHOTO OINPEICICHUS
nByx MetozoB. [lomyueHHble pe3yibTaThl MpUBEIEHBI Ha pucyHke 6. [lomyueHHbie
pe3yibTaThl O4Y€Hb OJU3KH, YTO CBUIETEIBCTBYET O TOM, UYTO METOJ «IJTaHOJI B
KauecTBE BHYTPEHHErO CTaHJapTa» He XYK€ TPaJUIMOHHOTO METoJa B IUIaHE
IPeIeNIOB KOJIMYECTBEHHOTO OINPEACNICHUS JIETyUYUX IPUMECeil.
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acetaldehyde

12
3-methyl-1-butanol methyl acetate

10

AN 7

2-methyl-1-butanol ethyl acetate

—%— Ethanol as IS
—A— Traditional IS

1-butanol methanol

isobutanol 2-butanol
1-propanol

Pucynok 3.1 — JluarpamMmma mpe/iesioB KOJIMYECTBEHHOTO onpeaesieHus (Mr/n AA) nByx

METOJIOB

ABTOpBI cTatbl [55] Takke BBINONHSUIM H3MEPEHHsI YeThIpeX 00pasioB
pCAIbHBIX aNKOTOJBHBIX HAIMMTKOB: BHWHA, OpEHIM, pakMd W BUCKH. B kadecTBe
npuMepa, Ha pUCyHKe 7 B JIoTapu(MHUYECKOM MaciuTabe MpuBeIeHa XpoMaTorpaMMa
paKuu, Ha KOTOPOH I[BETOM OTMEYEHBI MUKH, COOTBETCTBYIOIIUE ABYM BBIOPAHHBIM
BHYTPEHHUM CTaHAAapTaM: MEHTaHOJ-3 (TPaAULIMOHHBIN) U 3TaHOJ (MIPEIIOKCHHBIN ).
BenuunHbI KOHIIEHTpAIMA JIETYYUX KOMIIOHCHTOB B HAIMUTKAX, U3MEPECHHBIX HOBBIM
U TPaTUIMOHHBIM METOJaMHU BHYTPEHHETO cTaHaapTa, Mr/i AA, mpuBeIcHBl B
tabmure 8. Jlns mpoBepKM HaIW4usl 3HAYMMOIO CMENICHHS MEXAY IMOJYyYCHHBIMH
pe3yinbraTaMu  ObUT HCIoNb30BaH t-recT CThIOJEHTA IS JABYX HE3aBUCHUMBIX
BBIOOPOK.
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Pucynoxk 3.2. XpomarorpamMma pakud B JiorapuMU4d eCKOM MaciiTade.
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Taoauna 3.6 — BenuuuHbl KOHUEHTPAIMN JIETYYMX KOMIIOHEHTOB B HANUTKaX, U3MEPEHHBIX HOBBIM U TPAAUIMOHHBIM METOJaMH BHYTPEHHETO

cTaHaapTa, Mr/i AA, ¥ mpoBepKa JByX BEIOOPOK Ha HAIMYUE 3HAUMMOI'O CMEIICHUS MEXKI1y HUMH

K OMITOmHEHT Buno bpenaun Pakus Bucku
Hos. | Tpan. t Hos. | Tpan. t Hos. | Tpan. t Hos. | Tpan. t
aleTaIbIer ]l 40.9 42.3 Her 99.1 102.4 | Her | 113.5 | 137.2 | Her 559 58.3 Her
STHJIALEeTaT 430.7 | 4447 | Her | 145.8 | 150.6 | Her | 933.6 | 1128.6 | [a 1709 | 1783 | Her
aLeTanb — — — 46.9 48.4 Her | 100.3 | 121.3 a 23.8 24.8 Her
METAHOJT 1213.2 | 1252.5| Her 88.3 91.3 Her |[5190.3 162743 | [a 71.1 74.2 Her
npormanoi- 149.0 | 153.8 | Her | 412.6 | 426.4 | Her | 297.8 | 360.0 Ja 3523 | 367.6 | Her
1300y TaHOT 2509 | 259.1 | Her | 4194 | 4335 | Her | 167.6 | 202.6 a 406.4 | 424.1 | Her
2-MeTmn-1-6yTanon 207.7 | 2144 | Her | 108.8 | 112.4 | Her 64.1 77.4 Her | 146.5 | 152.9 | Her
H30aMIIION 850.2 | 877.8 | Her | 329.4 | 3404 | Her | 359.6 | 434.7 Ja 369.4 | 385.6 | Her




CpaBHEHHE MOJTYYEHHBIX Pe3yabTaToB MO t-kpuTepuio CThIOJEHTa A JBYX
HE3aBUCUMBIX BBIOOPOK IOKa3ajlo, YTO B TPEX W3 YEThIpEX HAMUTKAX IJs BCEX
UCCJIEIyEMbIX KOMIIOHEHTOB CTaTUCTHYECKM 3HAUMMas pa3HOCTb pPE3YJbTaTOB
U3MEpEeHU OTCyTCTBYeT. VckitoueHuneM sBisics oOpasel] pakuu, sl KOTOPOro
CMelIeHUE ObLJIO 3HAYUMBIM TOYTH JIJISi BCEX KOMIIOHEHTOB. AHajU3 MOJYYEHHBIX
pe3yabTaTOB MOKa3aj, YTO BEJIMYMHBI KOHUEHTpAIMil BCEX JIETyYMX KOMIIOHEHTOB,
NOJIyYEHHbIE MTPEAJIOKEHHBIM METOJJOM MEHBIIE MPEICTABICHHBIX ABTOPAMU Ha OJHY
U Ty ke Beqnuuny (nopsnaka 21%). T1oT pakT yka3plBaeT Ha BBICOKYIO BEPOSITHOCTD
OIIMOKH B IaHHBIX, IPEACTaBICHHBIX aBTOPAMH CTATHH.

Bapuant 1. Hanucartpb, 4To aBTOpbI BEPOSITHO OLIMOJIUCH, MMPEJOCTABUB HE TY
KpEMoCThb, T.€. OCTABUTh KaK €CTh

Bapuant 2. Hanucatp, 4To mociie KOHTaKTa ¢ aBTOpamMu, ObLJIO MOJITBEPKACHO,
YTO OHHM OIIMOJUCH, M YTO 3HAYMMOI'O0 CMELIECHUSI HA CAMOM JIeJie HET. (IUIH0C B TOM,
YTO MOKAXEM, YTO METOJ PePEPEHTHBIN U MO3BOJISET UICHTU(PUIIMPOBATH TAKUE BOT
OIIINOKH)

Bapuant 3. [IpocTo Hanucars, 4TO CMEIIEHUS OTCYTCTBYIOT BE3/1E

[IpyunrHON Takoro Morya ObITh OLIMOKa MpU A0O0ABIEHUU TPAAULIMOHHOTO
BHYTPEHHET0 CTaHAapTa WJIM ONpeleieHus] KpernocTu. B cBs3u ¢ TeM, 4To il Bcex
OCTAJIbHBIX O00pa3loB, B TOM YHCIE€ W TPABUMETPUYECKH MPUTOTOBICHHBIX,
BEJMYMHBl KOHLUEHTpAlMil OKa3ajuch OJIM3KU, OTCYTCTBYIOT OCHOBAHMS IOJararb,
YTO MPEAJIOKEHHBIA METOJ MPUBET K HEKOPPEKTHBIM BEJIMYMHAM KOHUEHTpAluil B
Clly4ae aHaJIM3a paKkuu.

Takum 00pa3om, B JaHHOM pa3jene ObUIA MPOJAEMOHCTPUPOBAHBI PE3YJILTATHI
BaluJalMy MPEIIOKEHHOT0 METoAa MPSMOTO KOJMWYECTBEHHOI'O OIpeAesICHUs
JETYy4YuX KOMIIOHEHTOB B aJKOTOJbHOM TMNPOAYKIMM Ha OCHOBAaHUM paHEe
NOJIYYCHHBIX JaHHbIX. B Xoje Banmumauuu ObUIM OIEHEHBI TaKUe BaKHEHIIMe
METPOJIOTUYECKUE XAPAKTEPUCTHUKU KaK MOBTOPSEMOCTb, JHUHEHHOCTh, Mpeaen
KOJIMYECTBEHHOIO ompeneneHuss u cMenienue. Ilo pesynbratam pacdera Bcex
BBIIICTIEPEYUCICHHBIX ~ XapPaKTEPUCTUK MO MPEAJIOKEHHOMY METOJy  MOXHO
YTBEPXKJaTh, YTO OH SIBJISIETCS HE XYX€ TPAAUIMOHHOIO METO/a BHYTPEHHETO
cranaapra. OTCyTCTBUE CTATUCTUYECKU 3HAYMMOI'O CMELIEHUSI MEXIY METOJaMu IIpH
aHaJM3€ pealbHbIX 00pa3llOB AJIKOTOJIbHBIX HANMUTKOB TAKXKE CBUIETEIBCTBYET O
BO3MOXHOCTH €r0 MPUMEHEHHS Ha MPaKTHKE.

3.3 UccaenoBanue Mmetoaa Ha I'X-MC

3.3.1 Onucanne SIM metona. [IpuMepsl mosty4aeMbIX XpOMATOTPaMM

JIJisl CeNIeKTUBHOM PETUCTPAIMH Psijia JETYYUX KOMIIOHEHTOB ObuT co3maad SIM
pexum Ha 'X-MC. Bce uccnenyempie jgeTyune KOMIIOHEHTHI ObUIHA pa3JesieHbl Ha
TPYIIIIbI, B KOTOPBIX CEIEKTUBHO JETEKTUPOBAJICS KOHKPETHBIA Ha0op noHoB. Ecnu y
KOMITOHEHTOB COBMNAQJAJId CaMble PacCIpOCTpaHEHHBIE Macc-3apsiaHbie (parMeHTHI,



OHM OOBEIUHANUCH B OJHYy rpymnmy. B Ttabnume 9 coxepxkurca uHbopmanus o
BELECTBAX, BXOJSAIINX B OTAEJIbHbIE TPYIIIbI, BPEMEHAX U BbIOPAHHBIX HOHOB.

Tadauua 3.7 — Onucanue co3ganHoro pexuma SIM

Coenunenue I'pynna, Ne Bpewmsi, MuH m\z
areTabIeTH]]

MeETHJIaLEeTaT 1 0.00-8.85 29,43
ATUJIALIETAT

METaHOJI 2 8.85-9.50 29,31,32
MPOITAHON-2 3 9.50-10.14 27,43, 45
ITAHOJ 4 10.14-12.00 47
poIanoi- 1 5 12.00-13.70 31,41-43
BOJIA 6 13.70-14.80 19 v 20
M300yTaHO

OyTtanou-1 7 14.80-20.00 31, 41-43, 55, 56
M30aMUJIONI

bb1o 0OHapykeHo, YTO BOJAA, SBJSASACH OCHOBHBIM KOMIIOHEHTOM HM3y4aeMbIX
cMecel, MOXKET OBbITh 3aperuCTPUPOBAHA AHAJIOTMYHO 3TAHOIY, ITyTEM BbIOOpa MOHA
19 wnu 20, yTO COOTBETCTBYET HEPPArMEHTHPOBAHHBIM MOJIEKYJIaM, COAEPKALIUM
OIVMH WIM [JIBa TSOKEIBIX H30TONA, COOTBETCTBEHHO. BBHUAY OTCYTCTBHS
HEOOXOMMOCTH PErucTpallid CHUTHaja BOAbl M C ILenblo Oosiee OepexHOro
OTHOLIEHUSI K JETEKTOPY B OOJBIIMHCTBE IKCIEPUMEHTOB B MEPHO] BHIXOAA BOJIbI
(13.7-14.8 MUH) IETEKTOP OTKIIOYAIIH.

Ha pucyHke 8 mnpuBeneH mnpuMep IOIYYEHHOW XpPOMAaTOTPaMMbl CaMOTro
KOHLEHTPUPOBAHHOIO CTaHJapTHOro oopasua PBO-A.
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Pucynok 3.3 — MC Xpomarorpamma obpasiia PBD-A

B ciywyae ananmm3za oOpa3loB C OTHOCHUTEIBLHO OOJBIIUM COJCPKAHHEM
JETy4YrX KOMIIOHEHTOB CHUTHAJIBl TOCIACAHUX OYAYT COMOCTaBUMbI C CHTHAJIOM
ATaHoja. bosbIMe KOHIEHTPAIUU JETyYUMX KOMIIOHEHTOB MOTYT BCTPETHUTBLCS IMPHU
aHaJM3€ CIHUPTHBIX HAMMMTKOB M3 ME3ru. Tak, HalpuMep, COTJIaCHO perjaMeHTy [1]
COJICp’)KaHME METaHOJIa B HAMMTKaX, MOJYYEHHBIX M3 BUHOTPATHON WU (PPYKTOBOMH
Me3ru He AoipkHO mpeBbimarh 10.000 u 15.000 mMr/m AA, COOTBETCTBEHHO, YTO B
HECKOJIBKO pa3 MPEBBINIACT KOHIICHTPAIIUIO METaHoJIa B U3MEpEeHHOW cmecu PBD-A
(puc. 8). MoXHO TIPEANOJIOKUTH, YTO TIPU aHAIM3E 00pa3lia, CoAePKaIIero METAHO
WIM Jpyrue JIeTy4due KOMIIOHEHThI B TaKUX KOHIICHTpALMsIX, IUIOMIAIb IHKa
HCCJIEyEMOTO JIETy4ero KOMIIOHEHTa Oy IeT MPEeBhIIaTh IUIOMIAaAb ITMKa 3TaHOJIA.

3.3.2 KaauOpoBka npubdopa

Kamubposka ['X-MC Obl1a npoBejieHa IMyTeM YCTaHOBJICHUS K0P (HUIIMEHTOB
RRF no ¢popmyne (7). s atoro 6su1 ucnoiab3oBan oopaserr PBO-C, koTopsliit ObLT
U3MEpPEH TPUXKAbl B YCJIOBHSIX IOBTOPSEMOCTH. BBUIY TOTO, YTO Ha BBIXOJIE W3
KOJIOHKM TOTOK HampaBisuicss omHoBpeMeHHo B MCJl u IIM]I, xanubpoBouHbIe
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kod(ppuureHTsl ObUIM  ompeAesieHbl s 0o0oux JeTekTopoB. [lomydeHHbIE
pe3yJIbTaThl pUBeEACHBI B Tabuie 10.

Ta6auna 3.8 — [TomydenHbie KaMOPOBOYHBIE KO DUITHESHTHI

KomnoneHnt RRF (ITH M) RRF (MCJH)
areTablIeru 2.157 0.02120
MeTHIaneTaT 2.408 0.00821
STUJIAIETaT 1.842 0.00733
METaHOJ 1.872 0.01065
MPOINAHOJI-2 1.282 0.00595
STaHOJ 1.000 1.00000
nponaHoJ- 1 1.015 0.00946
1300yTaHO 0.887 0.00713
Oytanon-1 0.897 0.00639
M30aMUJION 0.819 0.00709

Kak u oxwupanoch, BBUAY HMCKYCCTBEHHOI'O YMEHBIICHUS HMHTEHCUBHOCTH
OTKJIMKAa JICTEKTOpa Ha J3TaHOJ, IoJIydyaeMble KaJIMOpOBOYHBIC KOI(DDHUITUEHTHI
YMEHBIIIWJIUCH B OOJIBIIION CTEIIEHHU M CTAJIM MHOT'O MEHbIIIe ¢uHHUIIBI. EcTecTBEHHO,
BennurHbl RRF 1715 aTano1a B 000MX ciaydasx ObUTH paBHBI €IMHUIIS.

3.3.3 OueHka MeTpPOJIOTHYECKUX XaPAKTePUCTHK

OrneHka METPOJIOTHYECKUX XapaKTePUCTUK MeEToJa Obljla MPOBENICHA IyTEM
aHaJM3a MPUTOTOBIICHHBIX CTaHJIAPTHBIX 00pa3ioB «PBOy.

[ToBTOpsiemocTh  MeTO/a ObUIa  OLIGHEHA TYTEM  pacueTa  BEJIWYUH
OTHOCUTEJIBHOTO  cpelnHekBaapatudyHoro  oTtkiaoHeHus  (OCKO)  corjacHo
TpeboBanusim ctangapra MCO 5725 [52]. [lonmydeHHass quarpaMMa MpuBEICHA Ha
pucyHke 9.
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Pucynok 3.4 — OCKO meTos1a Ha pa3HBIX YPOBHSAX KOHIICHTPAIIUNA

bouto  oOHapyxeHo oTcyTcTBHE Kakod-immb6o 3aBucumoctd OCKO ot
KOHIIEHTpAaIuii KOMIIOHEHTOB.

[IpaBunBHOCTH METO/AA, KAK OJHA W3 BAXKHEUIIUX €ro XapaKTEPUCTHK Oblia
OlICHEHa MyTeM pacueTa BEJIMYWH OTHOCUTEIBHOTO CMEIIEHUsl MeToaa. Pe3ynbTaTel
pUBECHBI B BUJI€ [UarpaMMbl Ha pucynke 10.

Pucynoxk 3.5 — Cmenienue MeTo/1a Ha Pa3HbIX YPOBHSIX KOHIICHTPAITUMA
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BoJIbIIMHCTBO MOJIy4EHHBIX 3HA4Y€HU HE mpeBbicuiIo 3%. HckiroueHnem
aBsUCh o0pasibl «PBD-2» u «PB2-3», nMeroniue camble MaJIeHbKHE 3HA4YCHUS
KOHIIEHTPAIIMK HUCCIIENYEMbIX KOMIIOHEHTOB. PaHee, mpu mpoBepKe NPaBUILHOCTH
metona Ha I1MJ], Mpl HaOmomanm mMog00HOE SIBIICHHUE. DTO MOJKET OBITH CBSI3aHO C
BBICOKOW PEAKIIMOHHON CIIOCOOHOCTBIO alleTalIbAeTH/Ia U CI0XKHBIX 3PupoB. Tak uiun
WHA4e, BEJIMYMHBI CMEIICHUS SIBJISIFOTCS YJIOBJIETBOPUTEIBHBIMU, U METOJI MO MPaBY
MOYKET CUMTATHCS TPABUIILHBIM.

JIns OuUEeHKM TpEenesaoB KOJIMYECTBEHHOrO omnpeaeneHus, cmech PBD-3 ¢
CaMbIMU HU3KUMU 3HAYEHUSIMHU KOHIICHTPAIMN aHATU3UPYEMbIX KOMIIOHEHTOB Oblia
necaTukpaTtHo u3MmepeHa. Bemwmuwnsl LOQ ObulM paccuuTaHbl Kak JECSITUKPATHO
YBEJIMYEHHOE CTaHAAPTHOE OTKJIOHEHUE U PUBEAEHBI B Tabuie 11.

Tadauua 3.9 — Paccunrannsie Benuunasl LOQ mst [T u MCJ],

Kommonent LOQ, ur/n AA
M MCJI
areTaJbIerug 1.15 0.72
MeETHUJIALEeTaT 2.04 0.79
TUIAIEeTAT 1.53 0.75
METaHOJI 0.66 0.61
IIPONAHOJI-2 1.71 0.84
ATaHOJ 0.94 0.43
nponaHo-1 1.13 0.48
N300y TaHOJI 0.71 0.33
OyrtanoJ-1 0.75 0.31

Kak u oxwupmanoce, mnpenensl KoaudecTBEHHOro omnpexaeneHus i1 MCJ
oKazanuch Hixke, 4yeM B ciydae [TM]l. 3necs HE0OX0IMMO OTMETUTH, UTO U3-3a TOTO,
YTO NOTOK KOJIOHKM OJHOBpeMeHHO Harpasisuics B [IMJ] u MCJl u Ob11 pa3neneH B
COOTHOIIICHUH 9:1, COOTBETCTBEHHO, B JICUCTBUTEIILHOCTH, IIPELIEIIbI
KonuyecTBeHHOro onpenenenus mig MCJl 3HauntensHO Huke. Ho nmaxke B ciydae
pPa3IEICHHOTO0 IOTOKAa TMOJy4YEHHbIE BEIMYMHBI OKAa3aJlUChb HMIXKE Ipelena
onpenenenus s [IMJ1. CrnenoBarenbHO, METON «DTAaHON B KaYECTBE BHYTPEHHETO
craHgapra», Moxker mnpuMeHsaTeca Ha ['X-MC cucremax npu aHammse TakKHAX
0o0pa3lloB  AJKOTOJIBHOM  MPOAYKIMM Kak BOAKA M CIOUPT  3THUJIOBBIN
pEeKTU(UKOBAHHBIA BBICIIEH OYMUCTKU: TaKuWe OO0pasiibl, Kak MpPaBUIIO, COJEPHKAT
IIPUMECH B MUHHMAJIBHO OIIPEIETIAEMBIX KOJINYECTBAX.

Heonpenenennocts MeTo1a ObLIIa OLIEHEHA aHATIOTUYHO T1. 3.1, OMUCHIBAIOIIETO
pe3ynbTaThl BAIUAALMA METOAA B OJHOM Jiabopartopuu. Benmnuunbel U ObLIM Takxe
YCTAHOBJICHBl I BCEX MCCIENYEMBIX KOMIIOHEHTOB BO BCEX MCCIEAYEMBIX
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obOpasnax. [lonyueHHbie pe3ybTaThl OIIEHKH HEOMPEACICHHOCTH METO/1a MPUBE/ICHbI
B Tabuue 12.

Tadauua 3.10 — Heonpenenennocts npeioxenHoro meroga Ha ['X-MC, ycraHoBneHHas aJis

JIBYX JUAIa30HOB KOHIIEHTPALW JIETYYUX TPUMECEi

. OtHOcHUTENBHAS
Jlnama3oH KOHIIEHTpaIHi,
Komnonent paclupeHHas
Mr/a AA
HeonpeaeneHHocts U, %

1-10 15,2
AHeTabAeTIA 10-5000 10,7

1-10 13,1
METHJIAIeTaT 105000 76

1-10 8,6
ATHIIALIETAT 105000 6.8

10-25 9,6
venel 25-5000 6,2
IpOINaHOI-2 =19 128

10-5000 7,9
npormanoi-1 110 104

10-5000 5,4
1300y TaHOI 110 112

10-5000 8,4
OytaHoJ-1 110 13,1

10-5000 8,5

1-10 10,8
U30aMIJION 105000 83

3.3.4 JIuneiHOCTHL

B cBs3u ¢ ucnonap3oBaHNEM KOMOWHAIIMHM HETPAIUIIMOHHBIX B aHATUTUYECKOU
XUMHH TOAXOJ0B, @ UMEHHO, MCIOJIb30BAaHUM OCHOBHOTO KOMIIOHEHTa B KadyeCTBE
BEIIECTBA BHYTPEHHETO CTaHAApTa U yMeHbleHne ayBcTBUTenbHOCTH MC/ Kk Hemy,
JUHEHHOCTh MeTo/la ObUla W3y4eHa TpeMs pa3HbIMH CIOCO0aAMH C  IEJBIO
BCECTOPOHHEW OOBEKTUBHOMN OLIEHKH.

3.3.4.1 Bapvupyemoe coodepocanue npumeceil npu  QUKCUPOBAHHOM
CO0epIHCanuu IManoa
OTOT crnocol 3aKioYaeTcs B U3yYEHUHM CTaHIApTHBIX 00pas3ioB «PBO» (1.
2.1.1), xoTopble ObUTM MPUTOTOBJIEHHI ITyTeM pa3daBieHus oopasmna «PB3-A» BoaHO-
ATAaHOJNBHOM cMmechlo. TakuMm o00pazoM, colep)kaHHE 3TaHOJa BO BCeX oOpasznax
OCTaBaJIOCh MOCTOSSHHBIM — 40 OO0BEMHBIX MPOIEHTOB, a COJAEp’KaHUE MpPUMECEH
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BapbupoBasiock OoT 5000 mo emunun Mmr/m AA. Ha ocHOBaHWU pe3yJIbTaTOB
U3MEPEHUN i1 KaXKIAOr0 HCCIEAYyeMOro i-ro JIETy4ero KOMIIOHEHTa ObUIH
MOCTPOEHBI COOTBETCTBYIOLIUE JTMHEHHBIE 3aBUCUMOCTH B KOOPJMHATAX OTHOIICHHE
IIOMAZAei — OTHOLIEHWE KOHIEHTpaluil i-r0 KOMIIOHEHTa K JTaHOIy.
Kos¢urmenTts aerepMuHamy R* MoTydeHHbIX 3aBHCHMOCTE HMeNH 3HAYCHHS He
auxke 0,9975.

3.3.4.2 Bapvupyemoe cooepaicanue smanona u npumecel

JlaHHBIN TUI JUHEWHOCTH METOJia ObLI OIEHEH MyTEeM H3MEPEHUs PacTBOPOB,
NOJIy4YeHHBIX pa30aBiieHHeM cTaHgapTHoro odOpasua «PBD-A» Bonoil, a ne BOC.
O6pazen «PB32-A» Ob11 pazbasnen Bojaou B 2, 5, 10, 50, 100, 500, 1000 u 5000 pas.
Ha pucynke 11 npuBenena xpomartorpamma obOpasua «PBD-Ay, pazbaieHHOro
Boji0¥1 B 1000 pas.
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Pucynok 3.6 — Xpomatorpamma o6pasma «PBD-Ay, pazdasiaernHoro Boaoi (1:1000)

[Io wmepe pa36aBnenuss oOpasna «PBD-A» KOHIEHTpauuu JIETYy4UX
KOMIIOHEHTOB B Pa3MEpPHOCTU M/ OyayT ymeHbluaTbes. OJHAKO, BBUAY TOTO, YTO
oOpa3zell pa30aBisiiii BOJAOU, U KPEOCTh 00pa3I[0B YMEHbIIIAIACh MTPOMOPIUOHATIEHO
kod(pdunreHTy pazbaBieHusi, KOHIIEHTPAIMA KOMIIOHEHTOB B pa3MEepHOCTH MI/11 AA
OCTaBaJIMCh MOCTOSHHBIMU. B cBsizu ¢ atum naxe npu 5000-kpaTHOM pa3daBiIeHUU
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oOpasiia BOJIOM, KOHIIGHTpalus INpuMeceil B Mr/a AA Oblja TakoW ke, Kak W B
ucxoaHoM obpasie «PBD-Ay.

[Ipumep moaydeHHOW JWHEHHON 3aBUCHMOCTH JUIsl METaHOJIa TMPHUBEACH Ha
pucynke. OH cofepxuT B cede nHpopmMaluo 06 OTKIMKE ASTEKTOpa Ha KOMIIOHEHT,
B 3aBHCHUMOCTH OT €ro KOHIICHTPAIlMU B €AUHHUIIAX u3MepeHus Mr/a u mr/a AA. Kak
ObUTO yKa3aHO BBINIE, rpaduK MPSIMON g pasMEepHOCTH MI/J1 AA HMeeT BHUI
y=const, TOCKOJbKY KOHIICHTpallud TmpuMecer B Mr/1 AA HE MEHSJIHUCE.
Koaddunuent gerepmunanum R? JUISI BCEX KOMITOHEHTOB ObLI He HHKe 0,9986.

6 - — 6
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|

LS ]

Response logarithm
o
mg/L. AA concentration logarithm

T v T ¥ T !
3 + 5

D -

mg/L concentration logarithm

Pucynok 3.7 — JluneitHocTh MeTO/1a Ha TpuMepe Meranona. Koaddumument nerepmunanum
R’ paBen 0,9994

3.3.4.3 Bapvupyemoe cooepaicanue smanona

B 3akntoueHue ObUIM TMPOBEAEHBI HCCIEIOBAHUSA JIMHEMHOCTH OTKJIMKA
JIETEKTOpa OT OOBEMHOI0 COAEpKAaHMsS 3TaHOJa B oOpasue. BoaHo-3TaHOJBHBIE
00pa3iel ¢ 00beMHBIM cojiepkaHueM dTanoina 1, 5, 10, 20, 30, 40, 50, 60, 70, 80, 90
u 100% ObUIM NPUTOTOBJIEHBI IyTEM CMELIEHUS BOJAbI M aOCONIOTHOTO 3TAaHOJA.
OO0pa3upl U3MEPSIIUCH HE TOJBKO U30TOMHBIM METOJOM, HO U METOJOM MOHMKEHUS
HanpsDKeHUs Ha JeTekTope. B mocneaHem ciiydae B COOTBETCTBYHOIIEM OkHe SIM
peXuMa perucTpUpPOBAINCH CaMble MHTEHCUBHBIE MUKU ciekTpa 3Tanona (27, 31 u
45, cM. puc. 5) U yMeHbIIAIOCh HampsbkeHue Ha aetekrope ¢ 0,96 kB no 0,6 kB.
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[Tonxon ¢ yMEHBIIEHHWEM HAINpPSKEHUs Ha JIE€TEKTOpPE HCIOJb30BAJICSA TOJIBKO B
JAHHOM 3KCIIEPUMEHTE BBULY OOJBIIEH CI0KHOCTHU IpoLiecca.

Ha pucynke 13 npezacraBieHbl NOJy4YeHHbIE 3aBUCUMOCTH OTKJIMKA JIETEKTOpa
OT 00BEMHOTr0 COJEpKaHMsl 3TaHOJa. bpl1o 0OOHAPYKEHO, YTO U30TOMHBINA MOAXOH C
UCIOJIb30BaHUEM m/z 47 3TaHona o0daJaeT XOopolled JTUHEHHOCThIO Ha BCEM
UCCIIelyeMOM Juarna3oHe oOBbEeMHOro cojepkaHusi staHoia, or 1 mo 100 %:
BeJTMYMHA PACCUNTAHHOTO Kod(duImenTa anmpokcumarun R° cocrasuma 0,9959.
Uro kacaeTcsi MoJAX0/la C YMEHBLIEHUEM HaIpsSKEHUs Ha JETEKTOPE, MOJyYEHHbIN
rpa@uK oKa3zalics BOBCE HE JMHEHHBIM. BbUIO MPOBENEHO HECKOJBKO IMOBTOPHBIX
JKCIIEpUMEHTOB, II0Ka3aBIIMX HWJICHTUYHBIE pe3yibrarel. [Ipupona HenMHENHHOU
3aBUCHMOCTH OTKJIMKa JETEKTOpa B JaHHOM Cciydae HescHa. bpuia mocrpoeHa
SKCIIOHEHIIMANIbHAsT 3aBUCUMOCTh OTKJIMKa B wuHTepBaie 30-90 % oObemHOTO
colepkaHusl 3TaHojda. BenmnunmHa nosydeHHOro Kod(d@uimeHTa anmnpoKCUMAalUU
coctaBuna 0,9975, 4To roBOpUT O MOTEHIMAIBLHOW BO3MOKHOCTH HCIOJIb30BAHUSA
JAHHOTO TMoAXoAa JUisl aHajau3a OOJbIIOr0 KOJMYecTBa OOpasloB aJIKOTOJIbHOM
npoaykuuud. OJHAKO OYEBUAHO, YTO M3OTOIHBIN MOAX0M 00Jiee MPEeanOYTUTEIbHBIN
BBHJly JINHEWHON 3aBHCHUMOCTH OTKJIMKA M 00Jiee HIMPOKOro Auana3oHa OOBEMHBIX
KoHUeHTpaluil. Kpome Toro, He Bce Macc-CEeKTPOMETPhI CIIOCOOHBI K M3MEHEHUIO
HaIpsHKEHUS IETEKTOpa B MPOLIECCe U3MEPEHUSI.
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Pucynok 3.8 — I'paduku 3aBUCUMOCTH OTKJIMKA JIETEKTOPA HAa YTAHOJ B 3aBUCUMOCTH OT €T0
o0BeMHOro coaepxanus. CHHUMHU TOYKaMH MIOMEYEHbI pe3yJIbTaThl, IOJyYeHHbIE H30TOMTHBIM

moAX0aA0M, KpaCHBIM — IIOAX0A0M C YMCHBIICHUCM HAITPSAXKCHUA

Takum oOpa3zom, pe3yibTaThl MEPEKPECTHON TPOBEPKH  JIMHEWHOCTH
MO3BOJISIIOT YTBEPXK/IaTh, YTO MPEAJIOKEHHBIM METO/I MOXKET OBITh UCIOJIH30BAH MPH
aHaJM3€ BCEro CIEKTpa aJKOTOJbHOW MNPOAYKIMH C pPa3HbIM KOJUYECTBEHHBIM
COJIepKaHUEM KaK OTpeAeIIeMbIX JETYyYUX KOMIIOHEHTOB, TaK U 3TAHOJIA.

3.3.5 U3mepenne peajibHBIX 00Pa3oB AJKOT0JbHOM NMPOXYKIIUN

B umensx pemonctpanuu pabOTOCIOCOOHOCTH MPEAJIOKEHHOTO METOoJa Ha
peanbHBIX 00pasiax ajaKoroJIbHON NPOLYKIMH, ObUIA MPUOOPETEHBI B KOMMEPYECKOM
UCTOYHUKE M MPOAHAIM3UPOBAHBI JIBA TOMYJSAPHBIX CHUPTHBIX HamuTKa. [laHHBbIE
o0Opa3ibl ObUIM U3MEpPEHbl METOJOM «IJTaHOJI B KaueCTBE BHYTPEHHErO CTaHAApTa»
Ha MCJ wu IIMJ. Ha pucynke 14 mnpencraBienst MC xXpomMaTtorpaMmsl
PUOOPETEHHBIX 00PA3II0B, COACPIKAIINE CUTHAM BOJBI (MUK W, m/z 19).
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Pucynok 3.9 — XpomaTtorpaMmMbl IpHOOPETEHHBIX 00Pa3I[0B AITKOTOJIbHBIX HAIMUTKOB 1 1 2

(cBepXy BHHB)

Kak u oxupanoch, pesynbrarsl, noiaydeHusie Ha MCJ] u ITM]I, oka3zanuck
OuYeHb OJU3KHU APYT K Apyry (cM. tabnuiry 13). [nd oueHKu 3HAYMMOCTH pa3iuduii
MOJIYYeHHBIX KOHLIEHTpaluil Obul npuMeHeH t-tecT CThIOJEHTA Jisi HEe3aBUCHUMBIX
BbI00pOK (p=0,05). BbIJIO yCTaHOBIEHO, YTO CTATHUCTUYECKAs] 3HAUUMOCTh Pa3IudHil
NOJIyYCHHBIX BEJIMYMH KOHILIEHTpPAlUUd OTCYTCTBYET JJIL BCEX ONPEAEIICHHBIX
JETY4YNX KOMIIOHEHTOB.

55



Ta6auua 3.11 — PesynbraTsl onpeneneHus] KOHIEHTPAIMNA JIETyYuX KOMIIOHEHTOB (Mr/m AA) B

JIBYX MPHUOOPETEHHBIX 00pa3ax ajJKOTOJIbHBIX HATUTKAX

BemecTso O6paszer 1 O6paszer 2
M1 MC/] I MC]J]
areTajabIerusg 130.8 133.9 98.7 103.0
MeETHJIaLEeTaT 94 10.3 8.4 8.5
TUIAIeTaT 151.1 140.3 219.5 211.8
METaHOJI 51.0 53.9 316.3 322.4
ITPONaHOJI-2 0.0 1.6 0.0 1.7
nponaHoi- 1 403.1 407.6 267.3 280.3
M300yTaHO 601.4 606.7 1259 1287
OyTtanoJ-1 10.0 9.2 7.4 7.5
W30aMHII0J 642.9 628.0 3368 3266
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JAKJITIOYEHHUE

OObEeKTOM HccaeAoBaHUS JTAHHOM JUCCEPTAlMOHHOW paboThl  SIBISIETCS
KOJINYECTBEHHOE ONPEACICHUE JIETYYUX IIPUMECEN B aAJKOIOJbHOW NPOAYKLHH.
Bbicokas couualiibHas 3HAYMMOCTh HCCIEIOBAaHHUS OOYCJIOBJIIEHA Ba)KHOCTBIO
KOHTPOJISl KaueCTBA JaHHOTO BU/IA IPOIYKIIMU BO BCEM MHUPE.

B pabote Oblmu mpeAcTaBiE€Hbl CYLIECTBYIOIIME METO/Abl KOJWYECTBEHHOTO
omnpeNeieHusl JIETy4YuxX MpUMeced, HX TEOPETUYECKHE OCHOBBI U HEpEUICHHBIE
orpaHu4eHus. bbliu BBISIBICHBI M apryMEHTHUPOBAHbI HEOCTATKU, KOTOPHIE UMEIOT
€IMHCTBEHHO cylecTByomue B Pecniyonuke benapyck cranmapTHeie oOpasibl Asis
KOJIMYECTBEHHOTO OMpPEENICHUS JIETYUYUX NPUMECEH B alKOTOJIbHOM MPOAYKIMH, UX
BJIMSIHUE HA NIOJIy4aeMble PE3YJIbTAThl.

st pemieHuss yHNOMSIHYTBIX TpoOJjieM ObUIO MPEIJIoKEHO UCIOIb30BaTh
3TaHOJI, OCHOBHOM JIETYYM KOMIIOHEHT JIF000ro 00pa3ia aaKorojabHON NpoAyKIUH, B
KauyeCTBE BEUIECTBA BHYTPEHHEIO CTaHAApPTa. DTOT HEOOBIUHBIN MOAXOJ MO3BOJISET B
3HAYUTEIBHON CTENEHH YIMPOCTUTh BCIO MPOLENYPY KOJIMYECTBEHHOTO ONpPEACIICHUS
JETYy4YuX TMpUMEced, YJIEUIEBUTh €€ M cenarh Oosiee HaAeXHOW. Jloka3aTenbCTBO
IPEeUMYIECTB MeTo/la ObUI0O OCHOBAaHO Ha BaJWJAlMM, BKIIOYAKOIIEH B cels
U3MEpPEHUS HE TOJBKO TPABUMETPUUECKH MPUTOTOBICHHBIX, HO U pPeaJbHbIX
00pa3loB aNKOroJbHON MPOAYKUMU. AHAIU3 MOJTYYEHHBIX PE3YJIbTaTOB MO3BOJIAET
YTBEPXKJIaTh, YTO MPEMJIOKEHHBIA METOJ| 00JI1alaeT BBICOKMMH METPOJIOTUYECKUMHU
XapaKTEPUCTUKAaMU BO BCEM JIMANa30HE KOHUEHTpAalUd HCCIEAYEeMbIX IMpUMECEH.
JIuHeHOCTh METO/1a, €r0 MPEU3UOHHOCTh U TOYHOCTb, MPEJENbl KOJIUYECTBEHHOTO
ONpeaeNeHUs] OKa3aJMCh HE XYK€, YeM Yy TPAAUIMOHHO HCIIOJIb3yEMBIX METO/OB
BHYTPEHHEro cTaHiapta. B To ke BpeMs BBUIY OTCYTCTBUS JOMOJIHUTEIbHBIX
IpoLEIyp BHECEHHUs BEIIeCTBA BHYTPEHHEro CTaHJIapTa W3BHE, W3MEpPEHHUs
IUIOTHOCTH M KpPEMoCTU 00pas3ia, METOJ SBISETCS MEHEee MaTepuano-, TPyIdo- U
BpEMS3aTPATHBIM.

B pabore Obuia oTpakeHa BO3MOXKHOCTH BaJUJalldd METOJa B OJHON WU
HECKOJIBKHUX J1ab0paTopusix Ha OCHOBAHMM paHee MOJYYEHHBIX Pe3yJbTaToB. bbLio
MOKA3aHO, YTO €CJIM MPOolecC BaJuAAIMH J000ro Jpyroro MeToa KOJIM4eCTBEHHOTO
omnpeneneHusl JIETy4uX IMpuMeced ObUI paHee BBHIIOJHEH B JadopaTopuud B
COOTBETCTBUM C TPEOOBAHUSAMHU MEXAYHAPOJIHBIX TEMATHUYECKHX CTaHIAApTOB, TO
IPUYUHBI HEBO3MOXKHOCTH BaIMJALMK TPEAJI0KEHHOIO METO/Ia B 3TOM J1abopaTopuu
Ha OCHOBAaHMHM IMOJYYEHHBIX PE3yJIbTaTOB OTCYTCTBYIOT. bbUlM MpuUBEIEHBI MPUMEPHI
MEXAYHApPOJHBIX  OpraHu3aluii, peryjasipHO MIPOBOJALUIUX MeXKIadopaTOpHbIE
UCHIBITaHUST 00pa3lloB aJIKOroJIbHOM mpoaykuuu. ConeicTBUe AaHHBIX OpraHU3aIMMA
B BHUJE MPEIOCTABICHUS HCXOJHBIX 3KCIEPUMEHTANIbHBIX JIaHHBIX BBIIOJHEHHBIX
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VU3MEpPEHUN II03BOJUT IPOBECTH BaIUIALMIO METOJAa Ha OCHOBAaHUM paHee
MOJIYYECHHBIX JAHHBIX HA MEXIYHAPOJAHOM YPOBHE.

PaGorocriocobHocTh  MeTOAa Oblla MpOBEpEHAa TaKXKe Ha Ta30BOM
xpoMmarorpade, COnpsLKeHHOM C Macc-CEJEKTUBHBIM JIeTeKTOpoM. bputo mokazaHo,
YTO IJIABHOM MpEerpaio sSBIsSETCS HEBO3MOKHOCTh PETUCTPALIMU ATAHOJIA B OOBIYHOM
TIC pexume. [IpeanoxkeHo aBa MyTH pelIeHUs YKa3aHHOW MPOOJIEMbI: UCIIOIb30BaTh
MOH-KBaHTU(DHUKATOP C Macc-3apsAAHbIM OTHOLIEHUEM 47, MpeacTaBisolUi co0oit
He(parMEHTUPOBAHHYIO MOJIEKYJYy 53TaHOJA C OJHUM TSKEJIbIM H30TOIOM, WM
yMeHbIIaTh HanpsikeHne Ha MC eTekTope B MOMEHT BbIX0J1a 3TaHoJ1a. M30TOHbIM
noaxo/ OblI Mpu3HaH 0oJiee MPEeANnOYTUTENIbHbIM, OCKOJIbKY OH 0oJjiee MpOCTOi B
IPAKTUYECKOM OCYILECTBIECHUU U 00JIaJaeT XOpOIleld JUHEHHOCThIO HE TOIBKO IS
UCCIIENYEMBIX JIETYYMX MPUMECEH, HO MU Ul 3TAaHOJa BO BCEM JUAIlA30HE €TI0
o0beMHOro  coxaepxaHusi. Takue  XapakTepUCTUKH  Kak  IPaBUIIbHOCTbD,
IPEU3UOHHOCTh U JIMHEHHOCTh OBUIM YCTAHOBJIEHbI HAa OCHOBAaHUM HW3MEPEHMUS
IPaBUMETPUUECKH MPUTOTOBJICHHBIX CTAHJIAPTHBIX O0pa3loB. AHAIU3 MOJTYUYECHHBIX
pEe3yJIbTaTOB MOKa3aJ, YTO METOJA «ITAaHOJ B KayeCTBE BHYTPEHHErO CTaHAapTa»
MO3BOJISIET MOJIy4aTh KOPPEKTHBIC BEJIWYMHBI KOHIIEHTPALMN JIETYYUX MPUMECEH B
a000M  oOpasle ankoroiabHoM mnpoaykuuu. [Ipm 3TOM OCHOBHBIE JOCTOMHCTBA
METO/1a, YCTAHOBJICHHBIE I IIJIJAMEHHO-MOHU3ALMOHHOIO JIETEKTOPA, & UMEHHO €T0
TEXHUYECKask MPOCTOTa U HAJIE)KHOCTh, COXpaHWInch u 1 MC nerektopa. A BBUIY
Oonbiiet  uyyBcTBUTENbHOCTH MC  neTekTopa, Tpenenbl  KOJIMYECTBEHHOIO
OTIPE/ICJICHUS] IpUMeECcel OKa3aauch HaMHOro Hroke, yeM it [IU]1. Takum o6pazom,
ucnosibzoBanue MC JgeTekTopa MO3BOJISET 3HAYUTEIBHO PACIIUPUTH O00JacThb
NPUMEHEHUS MPEUIOKEHHOTO METOoAa. DTOT MOAXOJ MOXKET ObIThb MCIOJIb30BaH B
PYTHHHOM aHaJIW3€ HA JUKEPOBOJAOYHBIX MPEANPUITUAX, KPUMHUHAIUCTUYECKOMN
JKCIIEpTHU3€ U HAyYHBIX HUCCIeNOBaHUAX. [IpenoxkeHHble alropuTMbl pEruCTpaliu
OCHOBHBIX KOMITOHEHTOB CMECEH 3a CUeT BbIOOpa «TSIKENBbIX» MOHOB, MOTYT OBIThH
UCIIOJIb30BAHbI B JI000I aHANM3UPYEMON MaTpULIE, YTO OTKPHIBAET JIONOJIHUTEIbHBIE
TOPU30HTHI TIPUMEHEHUSI METOJAa B NPAKTUKE HCHBITATEIbHBIX JabopaTopuil npu
aHaJIM3€ KayecTBa IIMPOKOro pa3HOOOpa3usi MHOW MPOAYKIIMH.

Pecnybnuka benmapych He MOODKHA OTKa3aThCAd OT TOTO, YTOOBI KOHTPOJb

KaueCcTBa COTEH MWJUIMOHOB JIUTPOB aJKOTOJIBHOW MPOAYKUMHU, IPOU3BOAUMOMN
€KETHEBHO 10 BCEMY MUY, BBIIIOIHSICS 110 OEIOPYCCKOMY METONY.
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