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CLUA

KonuyecTtBeHHbIi aHanu3 n aHanu3
BOCNPOU3BOAUMOCTH HANWYKUA CNEf0BbIX
KONWYecTB NeCTULMAOB B PAaCTUTENbHbIX
nuwesbiX npogykrax merogom MX-MC-MC

Metoanyeckaa nHgpopmauma

besonacHocTb NULLIEBbIX MNPoOAYyKTOB

Kpartkoe cogep>xanune

MHOrokoMnOHeHTHbI aHanK3 NecTuunaoB pasnuyHbix knaccos MetogomM MX-MC-MC 6bin pas-
pa6oTaH AnA aHanu3a crejoBbIX KONUYecTB 33 NecTUUMIOB B MaTpULLaX LLIECTA PacTUTENbHBIX
MULLIEBbIX NPOAYKTOB, 3KCTPArMpoBaHHbIX ¢ ucnonb3osaHuem metoauku QUECHERS.

[Ina Gonbluei yacT1 NecTULMAO0B UCCReA0BaHME NOKa3ano npeaen KonuyecTBEHHOo onpee-
nenua (MKO) 1 Hr/mn n meHee, a Takxe npesocxoaHyto nuHeiiHocTb ot MKO ao 100 Hr/mn u
otnuyHyto Bocnpoussoanmoctb Ana 10 BBogoB npobbl 10 Hr/Mn B MaTpuLe.

Beepenue

MHOroKOMMOHEHTHbI aHannU3 0CTaTOYHbIX KOMMYECTB NecTULMIO0B BO (DpyKTax, 0BOLLAX

W APYIMX NMULLEBbIX NPOJYKTax BCeraa npe/Acrasnaer co6oii TpyAHyHo 3a4ayy B YacTv npobo-
noAroToBKM W onpezenexua. lpeaen KonMYecTBeHHOTO ONpeaeneHna MHOTUX NecTULUA0B
npezycMoTpeH Ha yposHe MeHee 10 Hr/mn (Mnpa~!), uto Tpebyet npumeHenusa Gonee
CMOXHbIX @aHANUTUYECKNX NPOLIECCOB.

Mo cpaBHEHMIO C LUMPOKO pacnpocTpaHeHHbIMU aHanu3amu Ha cuctemax IX-MC metoamka
IX-MC-MC o6ecneumBaet ropas/ao Nnyyllyto CENeKTUBHOCTb, YTO CHUXAET npeaenbl 06Hapy-
KeHuA cuctembl. [ina aHanuaa Lenesbix NeCTULMAOB B KOMMNEKCHbIX MaTpuLiax aHanusa-
Top TpexkBaapynonbHoro MX-MC Agilent 7890/7000 ocHalweH 6a3oit aaHHbIx MRM nectu-
LMAOB W 3arpasHAloLLMX BellecTB (Homep no katanory G9250AA), coaepxalueit 6onee

1 000 coeanHeHwuii, yto ynpoLiaet aHanu3 u aenaet ero 6onee 3thheKTUBHbIM.

Mertoauka npo6onoarotoskn QUEChERS ana aHanusa nectuumaos B nuLLEBbIX NPOAYKTax Obina
BMepBble NpeAcTaBneHa cneuuanucTaMu AenaptamenTa cenbekoro xosancrea CLLUA (USDA)

B 2003 r. [1] Bnaroaapa cBoum xapaktepuctukam: «6bicTpas, yao6Has, aKoHOMUYHaA, 3 heKTUB-
Haf, HaaexXHaa u 6esonacHany, oHa BbICTPO MONMyYMna LKPOKOe NPUMEHEHUE BO BCEM MUPE
[ZNA MHOTOKOMMOHEHTHOTO aHanu3a 0CTaToYHbIX KOMMYECTB NeCTULMAOB. IKCTPaKTbI, MONyYeH-
Hbie metogom QUEChERS, moryt aHanusuposatbca metoaamu XXX u X B couetanuu ¢ MC ana
onpezeneHuA 6ONbLIOrO KOMMYECTBA 0CTaTOYHbIX KOMMYECTB necTuumnaos. Habopbl Ana akcTpak-
ummn Agilent QUEChERS u Habopbl Ana aucnepcHoii ounctku TOI nokasany NpeBocxoaHoe
U3BNEYeHNe AnA 4acTo UCMOMb3yeMblX NECTULINAOB B PA3NUYHbIX MaTPULIAX MULLEBbIX NPOAYK-
708B. [2, 3] OHako obpabaTbiBaeMble ¢ ucnonb3oaHmem metoamkn QUEChERS akcTpaktbl nuium
Mo-MpeXXHeMY UMEHT CIOXHBIA COCTaB M COAePXKaT pasnuyHble 0CTaTKK MaTpuLibl, Takue Kak
BbICOKOKMMALLME NPUPOAHDBIE COBAMHEHNA.

Agilent Technologies



MonyyenHble metogom QUEChERS akctpakTsl, ucnonb3yemsie B IX-MC,
MOTYT BbI3BaTb 3arpA3HEHNE UMM MOBPEX/AEHUE aHANMUTUYECKOI KOMOHKM
I'X u uctounuka nonusauumu MC, uto npuBeaeT K NONy4YEHUIO AaHHbIX
HM3KOT0 KayecTsa no NpuyMHe Henpuemnemoi hopmbl MUKOB U NOTEpU
OTKNUKA aKTMBHBIX aHANUTOB. 370 TaKXXe MOXET NoBneYb 3a co6oii
COKpaLLeHue cpoka cnyx6bl aHanuTyeckon konoHku X u yactomy Tex-
Huyeckomy obenyxusanuio MC. Moatomy Ana nonyyeHna HageXKHbIX
pPe3ynbTatoB M ANA 3aLLMTbI aHANUTUYECKOH KOMOHKM W UCTONHUKA MOHU-
3aumu MC HeobxoaUMO MCMONb30BaTh MPOBEPEHHbBIE METOAMKM U CaMble
NyyLUMe pacxoAHble Matepuansi.

[InA aHanu3a 3KCTPaKTOB MULLIEBbIX MPOAYKTOB MOXET 0Ka3aTbCA LIENeco-
06pasHoii 06paTHad NpoayBKa KOMOHKM, TaK Kak OHa 3HAYUTENbHO COKpa-
LiaeT BpeMA aHanu3a, 4acToty 06pe3ku KOMOHKM M OYUCTKM UCTOYHMKA
nonusaumn MC. [4] TexHonorua kanunnapHbix notokos (TKM) Agilent
Jienaet 06paTHyIo npoayBKY pyTUHHOW npoLeaypoii. [9, 6]

Hosblii npouecc aeaktmaumu Ultra Inert Agilent 3HauntenbHo noebiiaet
MHEPTHOCTb W NPOYHOCTb NaliHEpPOB CO CTeKNoBaTol. 10BEPXHOCTL CTEKNO-
Barbl TILIATENbHO AeakTuBUpyeTcA. JlaiiHepbl 6e3 aeneqna notoka Ultra
Inert co cTeknoBaroii Nokasanu BbICOKYH) MHEPTHOCTb MPU KOMUYECTBEH-
HOM aHanuae akTMBHbIX U CNIOXHbIX NECTULMAO0B B MaTpULIaX PYKTOB U
oBoLueit. JlaitHepsl 6e3 Ultra Inert co cteknosaroi Takke nyvile 3awm-
LLAT cucTeMy Nofiayuu npo6 u, creaoBaTenbHO, MOBbILIAKT CPOK CyXKObI
KOMOHKM M MOMOTalT COKPATUTL YacToTy TeXHUYECKOro 06CTyXXUBaHNA
ucroynmuka MC. [7]

3KcnepumeHTaanaa 4yacTtb

[Ina aHanu3a crneoBbIx KonnyecTs Gbina BbiGpaHa penpeseHTaTMBHaA
rpynna u3 33 CnoxHbix ANA aHanuaa NecTLMAOB B LUECTU PasnuyHbIX
MaTpuLax MonyyeHHbIX U3 PacTUTENbHbIX MULLEBbIX NPOAYKTOB. CTaHAapTbl
necTumaoB 6binu Ao6aBneHbl B 6naHK1 IKCTPAKTOB MATPUL, pacTUTENb-
HbIX MULLIEBBIX NPOAYKTOB, MOMYYEHHbIX C UCTONb30BAHUEM METOANKM
QuEChERS AQAC [1-3]. O6oralueHHble npobbl MaTpuL, aHanu3upoBanuch
¢ nomotuto MX-MC-MC B pesxume MOHUTOPMHIA MHOXECTBEHHBIX peak-
umit (MRM). [Ina oLeHKM NuHEHOCTH OTKNKMKa ucnonb3oBanack kanubpo-
BOYHaA KpuBan B AnanasoHe 1-100 Hr/mn. [InA oLeHKKU BOCIPOM3BOAUMO-
CTU Ucnonb3oBanach Npoba AnA KOHTPONA KayecTsa C KOHLEHTpaLueil

10 Hr/mn. WccnenoBaHne BOCNpoM3BoAMMOCTM B 3aBUCUMOCTH OT Nait-
Hepa BbIMOMHANOCH C UCMONb30BAHUEM YeTbIpex NaliHepoB.

CranpapTHble BewecTBa U peakTuBbl

Bce peareHTbl 1 pacTBoputeny umenu mapkuposky ana BIXX unu

4. A. a. Auetonmutpun (AcN) 6bin nonyyeH ot Honeywell B&J
(Muskegon, MI). Aueton (Ultra Resi-analyzed) 6bin nonyyen ot J.T.Baker
(Phillipsburg, NJ). Ykcyctan kucnota nonyyena ot Sigma-Aldrich

(St Louis, MO). CraHaapTHble 06pasLibl NECTULMAOB W BHYTPEHHUE CTaH-
LapTbl (tpuchenundrocdar) 6binu npuobpetensbl y Sigma-Aldrich

(St Louis, M0), Chem Service (West Chester, PA) unu Ultra Scientific
(North Kingstown, Rl).

PactBopbl M ctanpaptbl

Xonocroii 1% pacTBop YKCYCHOM KUCNOTbI B aLleTOHUTpUME Bbin MomyyeH
nyrem aobasnenus 1 mn 6e3oaHol ykeycHoit kucnotbl k 100 mMn aveto-
HUTPUNa. IT0T pacTBOP Take UCMONb30BANCA B KAaYecTBe PacTBOpUTENSA
LA aKcTpakumuu npu ucnonbaosanuu metoaa QUECHERS.

cxoamble cTaHaapTHble PacTBOPbI OTAEMbHbIX NECTULIMAOB C KOHLIEHTpa-
umeid 2 Mr/mn 6bIny NPUroTOBMNEHbI C MCMONb30BAHMEM aLleTOHa U Xpa-
Hunuco npu Temnepatype —20 °C. Cmecb 33 necTuumnaoB ¢ KOHLEHTPa-
umen 20 mkr/mn Bbina nonyyeHa ¢ UCMONb30BaHWEM aLleTOHa NyTem
pa3sBefieHUA UCXOAHbIX PACTBOPOB OTAEMbHbIX MECTULMAOB U XpaHUNach
npu temnepatype 4 °C. [Ina cokpalleHua pa3BefeHna MaTpuLibl B Kanuo-
POBOYHbIX CTaHAAPTaX U3rOTABNMBANCA CBEXMIA PacTBOP C KOHLIGHTpa-
umeii 500 Hr/mMn B COOTBETCTBYIOLLEM XONOCTOM PacTBOpe MaTpuLibl U3
CTaHAapTHOM cMecK ¢ KoHueHTpauueid 20 mkr/mn. MpomexxyTouHbId
pacTBop caitka B MaTpuuie Gbin 3aTem MCMonb30BaH AnA A06aBNeHNA K
NATM Kanu6pOBOYHbIM CTaHAAPTaM C COOTBETCTBYIOLLIEH MaTPHLIE C KOH-
ueHtpaumamu 1,5, 10, 50 u 100 Hr/mn v cTaHaapTa AnA KOHTpona Kave-
CTBa ¢ KOHLeHTpaument 10 Hr/mn.

VcxoaHblil pacTeop BHyTpeHHero crangapta (IS) tpudbenundpocdara

6bln NPUroTOBNEH B aLIETOHE ¢ KOHLeHTpaLmeid 2 mr/mn. V13 ucxoaxoro
pactBopa IS 6bin nonyyeH cranAapTHbI pacteop IS ana go6aBok B alleTo-
HUTPUNE C KOHLEHTpaLmel 20 Mr/mn, KoTopblii XpaHUncA npyu TeMnepa-
1ype 4 °C. Heobxoaumblii 06bem ucxoaHoro pacteopa IS 6bin fo6asneH
B0 Bce Npo6bl 10 nonyyeHus koHueHtpaumu 100 Hr/mn.

MpurotoBnexnne xonocroro pacteopa MaTpuubl

B kauecTse MaTpuyHbIX Npob ObinK BbIGpaHbI MLLIEHUYHAA MYKa, Ky6-
HWKa, rpyLLa, anenbCuH, Nepew W WwnuHar. Mpoueaypa aKCTpakLmMyM noa-
po6Ha onucaHa B AOKYMEHTE ¢ MeToAn4eckon uHdopmaumeit Agilent

[2, 3]. OpyKTbl M 0BOLLM ObINM 3aMOPOXEHDI, U3MENbYEHBI 1 TLLATENBHO
FOMOTeHM3npoBaHbl. Bkparue, 15 1 romorexusupoBaHHoii npobbl (kpome
npobbl MyKK) BbINK 3KCTPArMpoBaHbl C UCMONb3oBaHUeM 15 M aLeToHuT-
puna ¢ 1% yKCyCHOI KUCNOTbI U BbiZeneHbl B BOAHYIO (hady nyrem fo6as-
neHna conesoro naketa AnA akctpakuuu BondElut QUEChERS AGAC
(Homep no katanory 5982-5755). [inA mMyku 5 r oaHopoAHo# Npo6bl Bbinu
cmewwatbl ¢ 10 Mn BoAbl M 3aMoYeHbl Ha HOYb. 3aTeM Gbina BbINOHEHa
akctpakuma cmecu no metogy QuEChERS. Mocne o6pabotky B LeHTpH-
(hyre Haz0CaA0YHAA XMAKOCTb Obina NepeMeLLieHa U 0YMLLIEHA C UCTIOMb-
30BaHueM Habopa aAna aucnepcHoii TOJ (Homep no katanory 5982-5022).
Mocne nepemeluMBaHmA U LEHTPUDYrMPOBAHNA HAZOCAZA0YHAA KUAKOCTb
6bina nepemelLeHa Bo (hnakoHbl Kak XONocTol pacTBop MaTpuLbl ANA
nocneayHoLMX 3KCNePUMEHTOB. 3TH OTAENbHbIE XONOCTbIE PacTBOPbI MaT-
puLbl XpaHunuck npu Temnepatype 4 °C.

O6opynoBanue

Bce aHanuabl npoBoaunuch Ha X Agilent 7890 ¢ ycTtaHoBneHHbIM aBTo-
camnnepom Agilent 7693B u cuctemoii MX-MC Agilent cepun 7000 ¢
TpoiiHbIM kBazpynonem. [7] ina obecneyeHna pasaeneHua aHanuTos u
BbICOKOMHEPTHOTO MyTU MOTOKa K ZeTeKTopy Gbina Ucnonb3oBaHa KoMoHKa
ana rasoow xpomarorpachuu Agilent Ultra Inert HP-5MS UL B tabnuue 1
npeAcTaBneHbl napameTpbl Npu6opoB, MCMOMb30BAHHBIX B UCCNEA0BaHUM.
B tabnuue 2 npe/cTaBneHbl MCNONb30BaHHbIE B UCCNEAOBAHNM PACXOA-
Hble MaTepuansl, a B Tabnuue 3 — Hactpoiiku MBM ana 33 uenesbix aHa-
nuto. [inA otnaaku MC-pexuma onpezieneHua Lenesblx aHanutos Gbina
ucnonb3osaHa 6asa aaHHbix MRM Agilent (Homep no karanory G9250AA).



[Ina cokpatlieHua BpeMeHu aHanu3a npob, coiepyallix BbICOKOKMMALLME
MaTpUYHble KOMMOHEHTbI, M ANA COKPALLEHWA YacTOTbl TEXHNYECKOro
06CnyXuBaHNA cUCTEMbI UCMONb3oBanack obpatHaA npoayska. [2, 4]
KoHdhurypauua npubopa 6bina noaobxa npuseaeHHoit Ha Puc. 1B B npe-
JAblayllent HacTpoike [4] Bo Bcem, KpOMe OTCYTCTBUA NMPEAKONOHKM B
JlaHHOM uccneaoBaHnu. [Ina ycTpaHeHua HeobXxoAMMOCTI PErynnpoBKi
OKOH BpeMeHHbIx cermenTos rpynn MRM ncnonb3osanach tukcauua
BpemeH yaepxusanua (RTL). [6] Bpema aHanu3a cocTaBuno 23 MUHyTbI U
JLOMONMHUTENbHO 2 MUHYTbI Ha 06paTHYI0 NpoAyBKy. [InA KaxAoro nectu-
umaa 6binu BbiGpaHbl ABa MRM-nepexoaa AnA KOMUYECTBEHHOTO W Kaye-
cTBEHHOro aHanu3a. OfHaKo AnA COKpaLLeHUA BNUAHNA MATPULIbI NpU
KONMYECTBEHHOM aHanM3e MOXHO MCMOMb30BaTh Pa3nuyHbIe NEPexob.

I'Ioaromy 0Y€eHb BaXHO

OLIEHUTb laHHbIe MaTpULIbl Nepes HacTpoiKoi

MEeT0Aa KOMUYECTBEHHOI OLIEHKM.

Tabnuua 1. [lapamempsi npu6opa ona cucmemsl [X-MC-MC Agilent

X

Asrocamnnep

['a3-HocuTenb

Wcnapurens

Temnepatypa ucnaputena
Pexwm BBoAa Npo6bl

[Nlasnenue BBoAa npobbl B
pexume nynbcauum

MpoayBoYHbIii noTok
K Knanay pasgenexua

Bxoaxoe pasnexue

Oukcauma KoMHaTHOI Temnepa-
Typbl

Mpochunb Tepmoctata

Mocne axanusa

TexHonorua KanunnapHelX noto-
KOB

BbinyckHoit Tpy6onposoa

[lon. gasnetue
AHanutyeckan KonoHka
CoeanHeHnA KONOHKM
Pectpukrop

CoeauHeHna pectpukTopa
MC

Pexum

basa faHHbIX

Temneparypa B
TPAHCNOPTHOA NUHUKM

Temneparypa ucroyHuKa
Temneparypa ksaapynona
3ajepxka nofayu pacTBopu-

Tena

MoTok rasa Ana coyaapeHmii

Paspewetne MC

IX Agilent cepun 7890

Asrocamnnep Agilent 7693 u norok npo6

LLinpuy o6bemom 5 mkn (Homep no katanory 5181-5246), o6bem Beesenua 1 mkn
Pacrsopurens na npombiBki nocne BBoAa npo6bl A (auieroh): 3

Pacrsopurens Ana npombIeki nocne BBoAa npobbl B (auerorutpun): 3

Hacocs! 4na npo6: 3

T'enuii, nocToAHHoe AaneHme

Yhusepcansibii v

280°C

rOPEXUMHBII Mcnap (MMI)

Pexim nynbcauuu 6e3 Aenenua notoka

248 kMa o 1 muH

50 mn/muH B Teyexne 1 MuH

126,5 kMa (Bpema yaepx. dukc.) Bo Bpema aHanusa u 7 kla Bo Bpema
06patHoit npoayBKu

Xnopnupucoc-metun npu 8,298 mun
100 °C B Teyenme 2 muH, o 150 °C npu 50 °C/muH, a0 200 °C npu

6 °C/muH, no 280 °C npu 16 °C/MuH 1 yaepxanue B TeyeHme 6 MuH
2 muH npu 280 °C

Purged Ultimate Union (G3182-61580) — ana o6patHoii npoaysku
aHanuT. KOMOHKK M ucnaputend. Benowm. ra3 B cucTeme aneKTpOHHONO
YNpaBneHuA NHEBMaTUKON: renui, noaseseHHbId k Purged Ultimate Union

Brewnuit auamerp 1,6 mm x BHyTpennuit guamerp 0,25 mm x 100 cm,
316 nocnea. coes., noepx TepmocTara

27,5 kMa Bo Bpema aHanuaa v 517 kMa no Bpema o6patHoii NpoayBky
HP-5MS Ul, 0,25 mm x 15 m, 0,25 mkm (19091-431U1)

Mexay ucnaputenem v Purged Ultimate Union (G3182-61580)
VHeptH. Tpy6Ka n3 nnasn. keapua, 0,65 m x 0,15 mm (160-7625-5)
Mexay Purged Ultimate Union u MC

TpexkpaapynonbHbiii [X-MC Agilent 7000

MRM

ba3a faHHbIX necTuunao u arpasHatoLmx selects (GI250AA)
280 °C

300 °C

Q11 Q2=150°C

2,3 MuH

TacAwwii ra3 — renwii (2,35 mn/muH), ras ana
coypaaperuii — N2 (1,5 mn/mun)

MS1 1 MS2 =12 a. e. M. (HU3Koe paspeLueHue UK WUPOKMii AuanasoH)

Tabnuya 2. PacxoOHble Mamepuaribl

OnakoHb!

Kpbllwku ana dnakoHos
Bknaabilwn Ana dnakoHos
Centa

06> 1MHble BTYNKHM K KONOHKaM

YNnoTHUTENbHbIE KOMbLiA ANA
naitHepos

TexHonorua KanunnapHelx noto-
KOB

TNaiixepsl ucnaputena

Temble, ¢ Mectom Ana Haanucw, 100 wr./yn. (Homep no karanory
5182-0716)

CuHue HasuHymBatowmeca kpbitwku, 100 wr./yn. (Homep no karanory
5182-0717)

Crekno TonwwHoii 150 Mkm ¢ nonumepHbimM ocHoakmem, 100 wr./yn.
(Homep no karanory 5183-2088)

AHTMNpuUrapHan yCoBEPLUIEHCTBOBAHHAA 3eeHoro usera, 11 MM,

50 wr./yn. (Homep no katanory 5183-4759)

C BHytpexHum auametpom 0,4 mm, 85/15 Vespel/rpadpur, 10 wr./yn.
(Homep no karanory 5181-3323)

AHTUNpUrapHoe ynnoTHUTENbHOE KonbLo AnA naiitepa, 10 wr./yn.
(Homep no katanory 5188-5365)

Purged Ultimate Union (Homep no katanory G3182-61580)

BHytpeHHan raiika, 1 wr./yn. (Homep no katanory G2855-20530)
Metannuyeckue deppynbi SilTite AnA KONOHOK C BHYTPEHHUM AuaMeT-
pom 0,10-0,25 mm, 10 wr./yn. (Homep no karanory 5188-5361)

Jlaiinep Agilent Ultra Inert 6e3 AeneHua notoka, ¢ 0AHUM CYXeHUEM,
€0 CTeKnoBonokHom, 1 wr./yn. (Homep no karanory 5190-2293),
5 wr./yn. (Homep no katanory 5190-3163)

Tabnuua 3. KonuyecmeenHsie u kayecmeenHbie MRM-nepexoosi ona 33 necmuyudos

Ananutbl

(Homepa nuKoB Ha Xxpomatorpamme)

MRM 1 (CE) MRM 2 (CE)

Metamuagochoc (1)
Nluxnopodhoc (2)
Auedar (3)
Mesundoc (4)
2-cpenundperon (5)
Owmeroar (6)

Numeroar (7)
AntpasuH (8)

Tunaan (9)

[nasuHoH (10)
Xnoporanonun (11)
Xnopnupudoc-metun (12)*
BuHknosonut (13)
Kap6apun (14)
Tonknochoc-metun (15)
Nuxnopdnyanua (16)
Anapun (17)
Manaruon (18)
Nuxnop6ensoderoH (19)
Mupumudpoc-atun (20)
Tonundnyanuga (21)
Mpounmuzon (22)
3HApuH (23)

JTnoH (24)
JHaocynbdan cynbar (25)
AAT (26)
Tpucbenundbocdpar (IS)
IHAPUHKETOH (27)
NnpoavoH (28)
Oocmer (29)

OocanoH (30)
Mepmetpu (31)
Kymadboc (32)

[enbramepuH (33)

141,0 950 (6) 950 79,0 (13)
1850 93,0 (15) 1089 79,0 (5)
1360 42,0 (6) 136,0 94,0 (14)
1270 109,0 (10) 91,9 127,0 (10)
169.9 1150 (30) 169,9 141,0 (15)
156,1 79,0 (15) 1561 110,0 (20)
1250 47,0 (15) 1430 111,0 (10)
214,9 58,0 (1) 2000 94,1 (20)
180.8 1450 (12) 2188 1830 (20)
3040 1789 (15) 1789 121,0 (28)
2658 133,0 (53) 2658 169,9 (28)
2858 271,0 (16) 2878 93,0 (26)
21,8 172,0 (15) 2118 145, (15)
1439 116,0 (15) 1439 89,0 (50)
264,8  250,0 (15) 2648 93,0 (50)
2239 1230 (8) 2239 77,0 (45)
262,8  193,0 (30) 2628 191,0 (30)
1730 99,0 (15) 157,9 1250 (5)
249,9  139,0 (5) 2499 2149 (15)
3180 1660 (12) 3331 3180 (5)
23,9 137,0 (15) 2379 91,1 (50)
282,9 96,0 (10) 2829 67,1 (40)
262,8  193,0 (35) 2628 191,0 (35)
230,8  129,0 (25) 2308 1750 (35)
2717 236,8 (20) 3867 2530 (5)
2349 165,0 (20) 2368 1650 (5)
3259 169,0 (30) 3259 2330 (27)
3167 101,0 (20) 316,7 2450 (20)
3138 56,0 (20) 186,9 123,0 (25)
159.9 77,0 (30) 159,9 1331 (20)
181,9  138,0 (5) 3669 1820 (5)
1830 1681 (15) 1830 153,1 (15)
3619 109,0 (15) 3619 81,0 (35)
1809 152,0 (26) 2528 93,0 (20)

* ina chukcaunm KOMHaTHOI TemMnepaTypbl UCNONb30BanNcA Xnopnupudgoc-metun.



Pesynbratbl n 06cyxaeHune

Llenblo aaHHoro uccneaoBanma 6bina oLeHKa NpouaBoanTenbHocTH [X-
MC-MC ¢ ucnonb3oBaH1eM CreA0BbIX KOMMYECTB PEnpe3eHTaTUBHbIX
MeCTULMAOCB B LLIECTU PA3NUYHbIX MaTpULLaX, BKMKOYaA TpyLLY, anemnbCuH,
Kny6HuMKY, MyKy, nepel, 1 Wwnuuat. bnaroaapa addektBHol AeakTUBaLmK
creknosarbl naiiHepsl Agilent Ultra Inert o6ecneynsani BbICOKyt0 MHEPT-
HOCTb, @ TakXKe OTTIMYHYIO 3aLLMTY KOMIOHKYM W UCTOYHMKa von3aumn MC.
Takum o6pasom, ucnonbaosanue nanHepos Ultra Inert ynyywmno dopmy
MUKOB W BOCMPOM3BOANMOCTb OTKNNKA, 0COBEHHO ANA 0YeHb aKTUBHbIX
nectuumaos. [7] B atom uccneaosanuu naiinep Ultra Inert co creknoaroit
Takxe cpasHuBanca ¢ naiiHepom Siltek Cyclosplitter no BnuaHuio Ha
(hopmy NMMKOB M BOCMPOU3BOAUMOCTb OTKTMKOB.

B naHHOM MccneaoBaHMM OLiEHKA NPOU3BOAUTENHOCTU CUCTEMbI
BKMoYana crejytolue napameTpbl: NUHERHOCTb B AnanasoHe ot 1 a0
100 vr/mn, npeaen konuyectsenHoro onpeaenetua (MKO), Bocnpounsso-
AMMOCTb BBOZA NpoBbl Npu KoHueHTpauwmu 10 Hr/mn u Bocnponasoau-
MOCTb B 3aBUCUMOCTH OT NaifHepa. ITM napameTpbl ObINK OLIEHEHb! ANA

BCEX LLECTU MaTpuLL. Take YacTbto uccneaoBaHuA Obin achdekt mat-
PULIbl, KaK B OTHOLLEHWM BIUAHWA Ha pe3ynbTatbl ONPeAEneHua, Tak U
BO3/IENCTBUA Ha MPOYHOCTb CUCTEMBI. HeKoTopble nectuumabl nokasanu
COBMA/AlOLLME OTKMUKN B Pa3NUyHbIX MaTpULLaX, HO MHOTME UMENH
pa3Hble OTKMMKM B Pa3HbIX MaTpuLiax no npuyuHe nubo ycunenma, nubo
noaasneHua curHana. Moatomy AnA AOCTUXKEHUA TOYHBIX PE3ynbTaToB
KOMMYECTBEHHOTO aHanM3a BaXHO UCMONb30BaTb COOTBETCTBYHOLLYO MaT-
puLe Kanubposky.

MocneposarenbHocTb TecTupoBanua Bkioyana 10 BBoZoB npobbi No

10 Hr/mn 06pa3LioB ANA KOHTPONA KAYecTBa B KaX/ylo MaTpuLly B cre-
JlytoLLLEM MOPAZKE: anenbChH, TpyLua, Kny6HUKa, MyKa, NepeLl v LnuHar.
B a1y nocnenoBarenbHOCTL TakXke BXOAWUNU KanubpoBoYHble CTaHAAPTbI W
XOMOCTble pacTBOpbI MaTpuLbl. [INA KaXaoro oLeHUBaeMoro naiHepa
ucnonbaosanock 6onee 80 npob B nocnegosatenbHOCTH. Tak Kak oMe-
T0aT ABNAGTCA OJHUM M3 CamblX CIIOXHbIX ANA aHanu3a NecTuUnoB, Ha
KOTOPbII MOXET HeraTMBHO MOBNMATL MATPULIA, OH UCMONb3YETCA Ha puC.
1 AnA AemMoHcTpaLuy npeumyLLecTs ucnonb3osaxua nanHepa Ultra Inert
€O CTEKNOBATOMN.

Omeroar Navinep Ultra Inert co cteknosaroii Jaiinep Restek Cyclosplitter

MocnepnoBaTenbHOCTb HECKONBKUX NP06 MaTpULbI
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Puc. 1. CpasHeHue ghopmbi nukoe 0719 oMemoama, nosly4eHHbIX C UCNOb308aHUEM KITUHOBUOHO20 naliHepa Ultra Inert co cmeknosamoli u 080(iH020 KIUHOBUO-

Hozo naliHepa Restek Siltek Cyclosplitter. [po6oli agnanacs cmech necmuyuodos, pasbasrneHHas 8 kaxc0oli Mampuye 0o koHueHmpayuu 10 He/mn.



AHanu3 cnepoBbIX KONMYECTB NECTULUAOB B rpywe

Ha puc. 2 nokasaHbl XxpoMaTorpamMmbl, NOMyYeHHbIE C UCMONb30BAHUEM
TpexksazapynonbHoro X B pexxume MRM ana xonoctoid MatpuLibl rpyLum
W MaTpuLbl rpyLum ¢ Ao6aBKOA 1 HIr/Mn cTaHAApTHOM CMecK NecTULMAOB.
Mocne TwarensHoro ot6opa MRM-nepexoaoB Ha 0cHOBE MaTpuL, Ha
XpomarorpaMme XofocToro pacTBopa MaTpuLibl FpyLLUN BCE elLie MpUcyT-
CTBYIOT NUKM HEKOTOpbIX npumecei B Heckonbkux MRM-nepexogax.
bonbLuaa yactb uHTEpdepeHunit bbina xpomatorpaciuyecki oTaeneHa u
He oKasana BMMAHWA Ha PesynbTaTbl KONWYeCTBeHHOI oueHku. 0aHakKo
UMencA NUK C TaKUM Ke BPEMEHEM YAEPKMBaHUA, Kak MeTamuaodoc.
3Ja uHtepchepeHuma npusena k nosbiwenuto MKO wenesoro BellecTsa
A0 5 Hr/mn. To xe camoe npousoLwuno ¢ 2-peHundpeqonom, u MKO ana
Hero 6bin yBenuyeH A0 5 Hr/mn. OMeToar 1 SHAPUHKETOH AaK0T HU3KUIA
OTKNKK (puc. 2), Ho 06a OHU XapaKTepuayTCA NPUeMIEeMbIM COOTHOLLIE-

x103
3,1 W2 2|3 314 4|5 5|6 6|7 718 8|9

2,84
2,64
2,44
2,24

2,
1.8
1,64
1.4+
1.29

1,

A

g

9

1010

HUeM «curHan — wymy» npu 1 Hr/mn. OTKNMK AenbTameTpuHa 6bin
BCEraa HMU3kum. XoTtd oH 06HapyXuBanca npu kKoHueHtpauuu 1 mMnpa a. ¢
K03(hhMLIMEHTOM COOTHOLLEHNA «CUrHanm — Lwymy 3, 6bino Gonee pauuo-
HanbHo nosbicutb KO Lenesoro Belectsa 4o 5 Hr/mn. [Ina MHOMMX
NecTULna0B MOTNK BbiTh NonyyeHs 6onee Huskue sHayeHua MKO

(<1 Hr/mn) B MatpuLe rpyLun ¢ npueMneMbIMm1 Ko3thduumeHTamm
«CUTHan — LWym». 3TM NecTULMAbl OTMeYeHbl B Tabnuue 4 3Be3f0uKaMu.
B tabnuue 4 nokasaHbl BCe pe3ynbTaTbl KONUYECTBEHHOTO ONPeAeNneHus,
kpome metamugodoca, 2-theHundeHona u aenbTameTpuHa. Bee

30 apyrux nectuunaos gocturnu sHayenua MKO 1 Hr/mn unm Huxe ana
martpuubl rpyium. Bocnpoussoaumocts 10 BBoA0B npobbl ANA KOHTponA
kauectsa ¢ koHueHTpauueit 10 Hr/mn 6bina NpeBocxoAHOM 1 nokasana
0CO menee 15% ans Bcex 33 nectuunaoB, Aaxe ANA TaKMX CIIOXHbIX
AnA aHanuaa 06bekToB, kak omeToart, auedar u AAT.
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Puc. 2.

Xpomamozpammbl, NoslyyeHHble ¢ ucnonb3o0eaHuemM mpexkeaopynonbHo2o X e pexcume MRM, ona xonocmoli mampuysl epywu u mam-

puysbl 2pywu ¢ 0obaskol 1 H2/mMn cmaHdapmHol cmecu necmuyudos. Vldenmugukayua nukog npedcmasneHa e mabnuye 3.
Memamuododboc (1), 2-gpeHundgperon (5) u denbmamemput (33) He onpedenanucs npu koHueHmpayuu 1 He/M1 8 Mampuye 2pyLwu u3-3a

HU3K020 omkiriuka unu npumeceﬁ Mampuusbl.



Tabnuua 4. Pesynbmamsl KonuyecmeeHH020 aHanusa (Mampuya 2pyuu)

0CO(%) nna n = 10 BBopoB Npo6bl rpywin ¢ KoHuentpaumeii 10 vr/mn

Mectuumabi Naiinep Ul p1 Jlainep Ul p2 Jlainep Ul p3 TNaiinep Ul p4 NKO (nr/mn) RZ (MKO — 100 ur/mn)
Metamuaodoc 10,7 8.9 85 9,7 5 0,9859
[Nlvxnopochoc * 35 35 15 1.4 1 0,9885
MesuHdoc 25 14 2,0 12 1 0,9938
Auedar 45 5,6 3.6 25 1 0,9924
2-thenundpeHon 22 14 16 29 5 0,9949
Omeroar 6.9 9,0 4,7 43 1 0,9936
Numertoar 3.1 29 2,6 16 1 0,9899
AntpasuH * 14 2,1 2,0 1.8 1 0,9842
TNunpan ™ 19 1.7 17 15 1 0,9836
[Nlnasunon * 1,6 25 2,0 0.9 1 0,9962
Xnoportanoxun * 3.8 6.2 33 1.3 1 0,9953
Xnopnupudoc-metnn * 1.7 1,6 24 1.3 1 0,9970
BuHknosonux * 32 44 3.0 1,0 1 0,9955
Tonknochoc-metun * 2.1 23 3.1 1,0 1 0,9965
Kap6apun 18 6.5 13 21 1 0,9935
Nuxnopcnyanua * 2,3 2,7 2.3 19 1 0,9958
Anbapun * 2,0 17 24 24 1 0,9953
ManatuoH * 2.9 2.3 1.8 1.6 1 09975
[unxnop6ensodeHoH * 2.8 19 24 0.8 1 0,9959
Mupumudboc-atun * 35 4,0 17 25 1 0,9944
Tonundnyanng * 1.7 22 3.1 2,1 1 0,9945
MpounmuaoH * 1.9 1.2 1.9 1.3 1 0,9942
IHAPUH * 4,0 2.2 3.0 12 1 0,9971
3TMoH * 35 1.0 2.1 21 1 0,9958
Juaocynbdan cynbdar * 2,0 35 2,0 0.9 1 0,9987
JITIa 8.2 11.9 136 9.3 1 0,9965
IHAPUHKETOH 49 6,0 6.2 25 1 0,9989
Nnpoauon * 2,6 3,6 3.0 14 1 0,9998
Oocmer * 25 5,6 6,1 37 1 0,9983
®ocanoH 14 28 4.4 3.0 1 0,9937
Mepmetpun 2,0 27 3,0 19 1 0,9998
Kymadboc * 22 52 45 25 1 0,9972
[NenbTamepuH 50 15 35 7.3 5 0,9973

* Mectmumabl, AnA KOTOpbIX MOXET 6biTb A40CTUTHYTO MeHbliee 3HauyeHue KO ¢ ucnonb3oBaHuem Tekyllero metoja.



Ananu3 cnegoBbIX KONMYECTB NECTULUAOB B anenbCcuHe

Ha puc. 3 nokasaHbl MRM-xpomatorpammbl, nony4eHHbIe ¢ UCMOMb30Ba-
HUEM TpexkBaapynomnbHoro X, ANA XoNoCToro pacTeopa MaTpuLbl anenb-
CMHa W MaTpUUbI anenbcuHa ¢ 406aBKoiA 1 HI/MN cTaHAapTHOI cMeck
nectuunaos. Matpuua anenbcuHa coaepXXuT MeHble UHTepdepeHLni,
yT0 BUAHO M3 XpoMatorpammbl. Muku, 6inakue K AenbTameTpuHy no napa-
METpaM yaepXXuBaHuA, He 0Ka3anu BNUAHUA Ha ero aHanua. XoTa B X0mno-
CTOM pacTBOpe MaTpuLbl anenbcuHa npucytcrosan 2-perundeqon, NMKO
1 Hr/mn 6bIn ZOCTUTHYT 6naroaapa CUMbHOMY OTKMMKY U OTHOCUTENbHOMY
OTCYTCTBMIO MOCTOPOHHMX KOMMOHEHTOB B MatpuLie. B o6Lueii cnoxHoctu
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7’571 12 2|3 3|4 4|5 56 6|7 78 8|9
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3,5
3
2,5+
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101011 n

ana 32 nectumaos 6bin gocturHyt MKO 1 Hr/mn, Kpome AenbTameTpuHa,
ana kotoporo KO coctasun b Hr/mn. MecTuumabl, AnA KOTOPbIX MOXET
6biTb AocTurHyTo Gonee Huskoe 3Havexue MKO (< 1 Hr/mn), oTMeyeHbl B
Tabnnue b 38e3n0yKoil. B Tabnnue 5 nokasaHbl pesynbTatbl KONUYECTBEH-
HOTO aHanu3a 1 XopoLLMe NapameTpbl MUHEHHOCTI ANA MaTPULLbl anenb-
cuHa. Bocnponssoaumocts 10 BBoZI0B Npo6bl ANA KOHTPONA KayecTsa ¢
koHueHTpauueit 10 Hr/mn 6bina npeBocXoAHoI AnA Gonbliei YacTi aHa-
nutos 1 nokasana 0CO menee 15%. 0CO ana AT 6b1no HEMHOTO BbllLe
15% no gaHbIM 10 BBOAOB NPOObI, YTO CBA3AHO C €0 MOHUXKEHHBIM
OTKMMKOM B MaTpuLie anenbCuHa.

12 13 13114
XonocToit pacTop
MaTpuLibl

anenbCuHa

o

" "

Mﬂ

I I I I [ [ T I I I ] [ T [ I I
13

T 1
14 15 16

OTcyeTbl B 3aBUCUMOCTHM OT BpeMeHU c6opa AaHHbIX (MUH)

x102

74
6.5
6 |
5,5
5
45
4
35
3
2,5 3
2 9
15

1
141 1 Gm
8

9 21 22

12 14

2

9o "

12 1213 14

[o6aBka 1 HF/Mn B
martpuue
anenbcuHa

29 31

Acdamarvebingin

il N i

T T
n 12 13

01
05, 2 u YN ¥ M
0- - 1 T T T

8 9

T
10

]

Wi

T 1
14 15 16

T T T T T T T T 1
17 18 19 20 21 22

OTcyeTbl B 3aBUCUMOCTHM OT BpeMeHU c6opa AaHHbIX (MUH)

Puc. 3. Xpomamozpammsi, nony4eHHbie ¢ UCNOMb308aHUEM mpexkeaopynosnbHozo X e pexcume MRM ona xonocmozo pacmeopa Mampuus!
anenbcuHa u Mampuybl anenibcuHa ¢ 0obaskoli 1 He/Mn cmaHoapmHol cmecu necmuyuoos. VioeHmughukayua nukos npedcmassieHa
8 mabnuye 3. JensmamepuH (33) He onpedenanca npu 1 H2/Mn 8 Mampuuye anenbCuHa U3-3a HU3K020 OMKIIUKA.



Tabnuya 5. Pesynbmamsi KOuYecmeeHH020 aHanusa (Mampuya anesbCuHa)

0CO0(%) ana n = 10 BeopoB npo6bl anenbcuna 10 Hr/mn

Mectuumabi Naiinep Ul p1 Jlainep Ul p2 Jlainep Ul p3 TNaiinep Ul p4 NKO (nr/mn) RZ (MKO — 100 ur/mn)
Metamuaodoc 49 32 58 45 1 0,9966
[Nlvxnopochoc * 1.8 2.3 6,2 15 1 0,9996
MesuHdoc* 2,6 22 8.4 0.7 1 0,9995
Auedar 11,2 44 103 86 1 0,9996
2-chenundpeHon” 12 14 3.9 15 1 0,9977
Owmertoar 12,0 89 95 14,6 1 0,9993
Numertoar 5.6 28 8.2 55 1 0,9995
AntpasuH * 1.2 2,0 5.7 1.0 1 0,9998
TNunpan ™ 25 28 5.2 1.4 1 0,9997
[Nlnasunon * 15 2.8 3.0 21 1 0,9971
Xnoportanoxun * 33 2,0 47 4,0 1 0,9987
Xnopnupudoc-metnn * 3.2 33 29 16 1 0,9996
BuHknosonux * 21 2,6 7.1 18 1 0,9998
Tonknochoc-metun * 1,6 2,1 28 1.1 1 0,9999
Kap6apun 39 4,0 34 41 1 0,9991
Nuxnopcnyanua * 41 43 8.3 24 1 0,9965
Anbapun * 21 35 27 2,0 1 0,9997
ManatuoH * 4,2 4,0 45 2.2 1 0,9983
[unxnop6ensodeHoH * 2.2 11 32 2,7 1 0,9999
Mupumudboc-atun * 3.0 22 5.0 1.3 1 0,9981
Tonundnyanng * 34 3,0 5.6 19 1 0,9976
Mpounmungon * 1.2 15 31 09 1 0,9993
IHAPUH * 29 17 3.2 29 1 0,9983
3TMoH * 6.6 6.9 7.9 35 1 0,9937
Juaocynbdan cynbdar * 6.4 3.1 8.4 3.7 1 0,9995
OAT * 141 15,1 15,8 1.3 1 09924
IHAPUHKETOH 6.2 8.0 8.1 3.4 1 0,9987
Nnpoauon * 4,0 33 79 1.1 1 0,9992
Oocmer * 11,6 9,5 9.3 95 1 0,9993
®ocanon” 5.7 6.3 5.8 48 1 0,9955
Mepmetpun 24 22 4,0 17 1 0,9999
Kymadboc * 7.0 14 76 17 1 09979
[NenbramepuH 56 6.1 43 7.1 5 0,9993

* Mectmumabl, AnA KOTOpbIX MOXET 6biTb A40CTUTHYTO MeHbliee 3HauyeHue KO ¢ ucnonb3oBaHuem Tekyllero metoja.



Ananu3 cnegoBbiX KONMYECTB NECTULUAOB KﬂyﬁHMKe

Ha puc. 4 nokasaHbl MRM-xpomatorpammbl, nony4eHHbIe ¢ UCMONb30Ba-
HUeMm TpexkBazpynonbHoro X, Ana xonoctoro pactBopa MaTpuLibl Kny6-
HUKW M MaTPULbI KNy6HUKKM ¢ A06aBKOA 1 HI/MN cTaHAapTHON cMec
necTumuaoB. [InA Matpuubl KnyGHUKY 6bIN0 0TMEYEHO OTCYTCTBUE MOCTO-
poHHUX komnoHeHToB Ana Bcex MRM-nepexozos, kpome 2-theHundpe-
Hona. [Tuku KOMNOHEeHTOB MaTpuLibl, 6ruakue k 2-henundeHony no napa-
MeTpam yaepkuBaHua, npuenu k nosbiwenuto NMKO ana Hero ao

5 Hr/mn. MKO meTamuaodoca, omeToara 1 AenbTaMeTpuHa Takke cocta-
BUN 5 HI/MN 13-3a HU3KIMX 3HAYEHMIA OTKNMKOB NPOBbI C KOHLIEHTpaLMeN

x103

A

1 Hr/mn. Mectuumzpl, ANA KOTOPbIX MOXKET ObiTb NOMy4YeHo Gonee HU3Koe
3Hayenue MKO (< 1 Hr/mn) B MaTpuie Kny6HWUKM, 0TMEYeHbI B TabnuLie 6
3Be3/104koit. B Tabnuue 6 nokasaHbl peaynbTarbl KOMMYECTBEHHOTO aHa-
nU3a 1 XOpoLLWe napameTpbl NUHEHOCTM 0TKNKKa. Bocnponssoaumocts
10 BBOZI0B NPOBbI ANA KOHTPONA KayecTBa ¢ koHueHTpaumeid 10 Hr/mn ana
6GonbLueii yacTi aHanuToB xapaktepusosanach 3HayeHnem 0CO meHee
15%. Bocnpoussoaumoctb Ana ometoara 6bina > 20% 0CO. WntepecHo,
yro ana AT Habnoaanack xopotuas BocnpouasoaumMocts ¢ < 10% 0CO.
PeaynbTaTbl MoKasanu, 4To MaTpuLia 0KasbiBana pasHoe BNUAHKE Ha
otknuk nectuumaos (MRM-nepexozbi).
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Puc. 4.

Xpomamozpammbl, noslydeHHsle ¢ ucnosb3oeaHuemM mpexkeaopynonbHo2o I'X e pexcume MRM 0na xonocmozo pacmeopa mam-

puybl Ky6HUKU u Mampuysl kny6Huku ¢ 0o6aekoli 1 H2/mn cmaHdapmHol cmecu necmuyudos. VldeHmughukayusa nukoe npeo-
cmaenena 6 mabnuue 3. Memamuoodpoc (1), 2-penundperon (5), omemoam (6) u doensmamempun (33) He onpedenanuce npu
>1 He/Mn1 8 Mampuye KiyOHUKU U3-3a HU3K020 OMKIIUKA UTU NOCMOPOHHUX npumeced.



Tab6nuua 6. Pesynbmamel kayecmeeHH020 aHanusa (Mampuua kiyOHuUKu)

0CO0(%) ana n = 10 BeoA0B Npo6bl kny6Hukn 10 Hr/Mn

Mectuumnabi JNaitnep Ul Homep 1 Jlaiinep Ul Homep 2 Jlainep Ul nomep 3 Jlaiinep Ul Homep 4 NKO (nr/mn) RZ (MKO — 100 nr/mn)
Metamuaodhoc 7.8 5.1 55 42 5 0,9845
Nuxnopodoc * 2,0 1.8 35 2,0 1 0,9915
MesuHdoc™ 1.4 35 1.3 21 1 0,9914
Auedar 14,4 16,5 12,8 15,5 1 0,9946
2-chenundperon 25 1.9 2,7 43 5 0,9946
Omeroar 26,1 27,2 20,9 241 5 0,9998
[Numertoar” 51 7.0 53 10,2 1 0,9940
AntpasuH * 24 2,7 13 24 1 0,9936
Junpan * 1.7 2,0 1.7 1.8 1 0,9914
NnasnHoH * 1.0 1,7 24 1.8 1 09910
Xnoporanoxun * 4,6 5.0 3.8 45 1 0,9885
Xnopnupudoc-metnn * 2.2 39 24 2.3 1 0,9920
ButknosonuH 24 2,0 1.8 1.8 1 0,9930
Tonknodoc-metun * 1.0 156 2,0 0.9 1 09915
Kap6apun 5.2 6.2 4.6 7.0 1 0,9968
[Ouxnopdnyanmna * 43 6.2 41 4.8 1 0,9900
Anbapun " 2,7 25 31 2,6 1 0,9935
ManatuoH * 23 3.1 32 36 1 0,9901
Nvxnop6eHsocdeHoH * 14 1.3 12 15 1 0,9937
Mupumudpoc-atun * 16 28 1.8 35 1 0,9907
Tonundnyaxma * 7.8 9.0 6.3 6.9 1 09922
Mpounmuaon * 1,7 2,0 1.2 18 1 0,9931
HapuH * 25 2.3 2.8 1,6 1 0,9953
31moH * 22 2.3 1.9 19 1 0,9939
JHaocynban cynbgpar 35 35 2,6 33 1 0,9962
OAT ™" 97 12,0 12 83 1 0,9931
IHAPUHKETOH 51 53 4,0 52 1 0,9941
Nnpoanox * 3.0 22 3.0 1.8 1 0,9944
Oocmer * 10,4 9.8 9.6 9,7 1 0,9897
(ocaroH 59 33 45 37 1 0,9914
Mepmetpun 1.3 19 23 21 1 0,9954
Kymadoc * 71 18 7.0 6.1 1 0,9939
[NenbramepuH 50 7.0 9,5 11,6 5 0,9897

* Mectmumnabl, AnA KOTOPbIX MOXET 6bITb AOCTUTHYTO MeHbLUIee 3HaueHue KO ¢ ucnonb3oBaHnem TekyLLero MeToAa.



AHanu3 cnefoBbIX KONMYECTB NECTULUAOB B MyKe

Ha puc. 5 nokasaHbl MRM-xpomatorpamMmbl, NofyYeHHbIe ¢ MCMONb30-
BaHWeM TpexkBaapynonbHoro X, AnA XonocToro pactBopa MaTpuLpl
MYKW 11 MaTpuLbl Myku ¢ 4o6aBKoii 1 Hr/Mn cTaHAapTHOM cMecu nectu-
uMaoB. [Ina MaTpuLbl MyKW BbIN0 OTMEYEHO OTCYTCTBUE MOCTOPOHHMX
komnoHewTtoB aAna Bcex MRM-nepexozos, kpome 2-theHundeqona. [na
MKO kapbapuna 6bino 3aAaHo 3HaYeHWe 5 Hr/MN Mo NPUYUHE HU3KOTO
oTknuka ana myku. [ina Bcex 32 nectuunaos 6bin gocturhyt MKO

1 Hr/mn. KoantonpoBaHue ¢ MHTEPGIEPUPYIOLLIMM MUKOM 0Ka3ano MeHee
yem 20% BnuaHue Ha oTKNMK 2-heHuncheHona npu ypoHe 1 Hr/mn.
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Otknuk meTamuaohoca, oMeToaTa U AenbTamMeTpuHa Ana Myku 6bin
xopotuum u MKO ana atux aHanutos goctur 1 Hr/mn. Mectuuuapl,

[ANA KOTOPbIX MOXET ObITb MonyyeHo bonee Huakoe 3HaueHue MKO
(<1 Hr/mn) B MatpuLie MyKu, oTMeYeHbI B Tabnulie 7 3Be3404KOVA.

B tabnuue 7 nokasaHbl peaynbTathl KONMYECTBEHHOTO aHanM3a 1 Xopo-
Lne napameTpbl NUHeRHOCTM oTKNKKa. Bocnpoussoaumocts 10 BBOAOB
npo6bl ANA KOHTPONA Kayectsa ¢ KoHuUeHTpauueid 10 Hr/mn ana Bcex
aHanuToB xapakrepusosanacb 3HayeHnem 0CO menee 15%.
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Puc. 5. Xpomamozpammbl, nony4eHHble ¢ ucnonb3oeaHuem mpexkeaopynosnsHozo I'X e pexxcume MRM ona xonocmozo pacmeopa mam-
puybl Myku u Mampuusl MyKu ¢ 0obaskoli 1 He/Mn cmaHoapmHol cMecu necmuyuoos. VioeHmughukayua nukos npedcmassieHa
6 mabnuye 3. Kapbapun (14) He onpedensanca npu 1 H2/mMn 8 Mampuue MyKu u3-3a HU3K020 OMKIIUKA.



Ta6nuya 7. Pesynbmamsl KonuyecmeeHH020 aHanusa (Mampuya MyKu)

0CO(%) mna n = 10 BBosoB Npo6bl Mykn 10 Hr/Mn

Mectuumabi Naiinep Ul p1 Jlainep Ul p2 Jlainep Ul p3 TNaiinep Ul p4 NKO (nr/mn) RZ (MKO — 100 ur/mn)
Metamuaodoc 34 2,8 44 34 1 0,9983
[Nlvxnopochoc * 11 24 21 28 1 0,9960
MesuHdoc* 1.2 11 15 1.3 1 0,9960
Auedar 79 4.4 4,9 33 1 0,9994
2-thenundpeHon 13 23 1.8 4,0 1 0,9929
Owmertoar 134 10,7 45 39 1 0,9991
Numeroar® 4,9 43 4.6 3.6 1 0,9953
AntpasuH * 2,7 2,0 1.8 2.3 1 0,9974
TNunpan ™ 25 2,1 21 1.8 1 0,9947
[Nlnasunon * 34 4,0 4,7 2.9 1 0,9943
Xnoportanoxun * 4,2 37 34 4.6 1 0,9945
Xnopnupudoc-metnn * 33 29 3.6 24 1 0,9954
BuHknosonux * 24 2.2 24 24 1 0,9966
Tonknochoc-metun * 25 23 23 19 1 0,9958
Kap6apun 6.5 79 78 125 5 0,9956
Nuxnopcnyanua * 45 5.1 4,0 4,9 1 0,9975
Anbapun * 27 1.9 28 1.4 1 09968
ManatuoH * 36 34 29 25 1 0,9959
[unxnop6ensodeHoH * 1.2 1.8 14 14 1 0,9965
Mupumudboc-atun * 41 5,1 39 2.8 1 0,9956
Tonundnyanng * 57 59 3.0 58 1 0,9968
MpounmuaoH * 1.6 1.2 2,1 1.1 1 0,9976
IHAPUH * 2,3 31 25 21 1 0,9966
3TMoH * 438 4,7 4,0 28 1 09932
JHpocynbaH cynbhar 9,2 8.1 85 6.8 1 0,9963
OAT * 15,1 12,6 9.2 15,0 1 09933
IHAPUHKETOH 7.4 10,9 5.1 8.3 1 0,9971
Nnpoauon * 75 58 6,1 8.2 1 0,9952
Oocmer * 56 49 32 5.1 1 0,9970
®ocanon” 41 42 29 32 1 0,9979
Mepmetpun 34 3,0 21 17 1 0,9976
Kymadboc * 7.9 6.4 45 47 1 0,9964
[NenbramepuH 17 9.9 9.3 75 1 0,9963

* Mectmumabl, AnA KOTOpbIX MOXET 6biTb A40CTUTHYTO MeHbliee 3HauyeHue KO ¢ ucnonb3oBaHuem Tekyllero metoja.



AHanu3 cnepoBbiX KONMYECTB NECTULMAOB B nepue

Ha puc. 6 nokasaHsl MRM-xpomatorpammbl, nomnyyeHHble ¢ UCMonb30Ba-
HMeM TpexkBazpynonbHoro X, AnA XonocToro pacTeopa MaTpuLibl neplia n
MaTtpuLibl nepua ¢ 406aBkoi 1 Hr/Mn cTaHAapTHOI CMecK NecTULMAOB.
Tak e KaK AnA MaTpuLibl MyKu W KNyGHUKM, MaTpULibl Neplia He coaep-
ana nocTopoHHux komnoHeHTos Ana Bcex MRM-nepexoaos. Xota B
X0NoCTOM pacTBope neplia npucytcrosan 2-penundenon, aHayetue MKO
1 Hr/mn 6bIno A0CTUTHYTO Bnaroaapa CUNbHOMY OTKMMKY W OTHOCUTENb-
HOMY OTCYTCTBMIO MOCTOPOHHNX KOMMOHeHToB B Matpuue. [IKO ometoata
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THr/mn. MecTumabl, ANA KOTOPbIX MOXET 6bITb MoNyyeHo Gonee HU3Koe
3Hayenue MKO (< 1 Hr/mn), otmeyeHbl B Tabnuue 8 3Be3noukoii. B Ta6-
nuue 8 nokasaHbl peaynbTatbl KOMMYECTBEHHOTO aHaNM3a AnA MaTpULLbl
nepua. Kak u ana matpuupl anenscuna, 0C0 ana AT 6bino 6nusko k
15%, uto Tpebyet BHUMaHWA Npu aHanuse GonblUoro konuyectsa npoo.
[InA Bcex ocTanbHbIX aHanUToB ObiNa JOCTUTHYTA NPEBOCX0/HAA BOCPOU3-
BOAMMOCTb CUCTEMbI.
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Puc. 6.

Xpomamozpammbl, nosly4eHHble ¢ ucnosb3o8aHueM mpexkeaopynonbHozo I'X e pexxcume MRM 0na xonocmozo pacmeopa mam-

puybl nepya u Mampuybl nepya coobaekoli 1 He/mMn cmaHoapmHol cmecu necmuyuoos. VideHmugukayua nukoe npedcmasrieHa
6 mabnuye 3. Omemoam (6) He onpedenanca npu 1 He/Mn 8 Mampuye nepya u3-3a HU3K020 OMKITUKA.



Tabnuya 8. Pe3synbmamsl Konu4yecmeeHH020 aHanu3a (Mampuya nepua)

0CO(%) mana n = 10 BBogoB npo6bl nepua 10 Hr/mn

Mectuumabi p Ul p1 Jainep Ul p2 Jaiinep Ul p3 Jlainep Ul p4d NKO (ur/mn) RZ (MKO — 100 ur/mn)
Mertamuaodoc 49 31 44 2,9 1 0,9967
Nlvxnopodhoc * 2.3 1.8 1,7 1.9 1 0,9975
MesuHdoc* 1,7 0,7 1.2 22 1 0,9948
Auedar 9.8 3.6 4,2 6.4 1 0,9891
2-thenundcpeHon” 12 09 13 2,6 1 0,9914
Omeroar 13,0 9.3 6.7 82 5 0,9983
Nlumeroar” 4,0 27 1,6 52 1 0,9866
AntpasuH * 1.8 1.3 1.0 1.4 1 0,9949
Tungan * 1.3 15 3.0 2,0 1 0,9853
Nnasuxon * 17 23 1,7 25 1 0,9924
Xnoporanosun * 4.6 23 2.1 43 1 0,9930
Xnopnupudoc-metun * 17 15 2,0 38 1 0,9935
Buknosonuu * 15 3.1 23 35 1 0,9946
Tonknodpoc-metnn * 15 09 33 24 1 0,9949
Kap6apun 35 37 1.1 49 1 0,9957
Iuxnopdnyanua * 43 4,7 3.0 23 1 0,9910
Anbapun * 25 21 1.8 1.9 1 0,9939
Manaruon * 24 1.7 1,7 45 1 0,9904
[unxnop6exsodeHoH * 08 17 1.2 2,6 1 0,9922
Mupumudoc-atnun * 2,1 15 16 3.7 1 0,9932
Tonundnyanng * 5,0 55 2,1 39 1 0,9815
MpounmuaoH * 2,5 31 24 1,7 1 0,9950
IHApUH " 25 38 32 2,7 1 0,9929
3tmon * 2,0 19 1,6 45 1 0,9859
Jnaocynban cynbdar * 13 33 4.8 48 1 0,9943
AT« 14,9 14,3 16.9 15,9 1 0,9863
IHAPUHKETOH 16 12 8.3 9.3 1 0,9913
Nnpoauon * 33 43 4.8 49 1 0,9954
Oocmer * 9,0 6,3 47 6,7 1 0,9902
Oocanon” 35 29 28 52 1 0,9885
Mepmetpun 2,6 33 33 33 1 0,9868
Kymadoc * 71 58 5.9 79 1 0,9831
[enbramepuH 55 39 5.8 52 1 0,9981

* Tectumabl, ANA KOTOPbIX MOXET GbiTb A0CTUTHYTO MeHbliee 3HayeHue MKO ¢ ucnonb3oBaHuem Tekylero metoaa.



Axanu3 cnegoBbiX KONUYECTB NECTULMAOB B LINMHATE

Marpuua WwnuHaTa LWMPOKO U3BECTHA CBOEHA CIOXKHOCTbIO, YTO CBA3AHO C
€€ KOMMNEKCHbIM COCTaBOM 1 MOBTOPAKLMMCA NOAABNEHUEM CUTHaMa.
Ha puc. 7 nokasaHbl MRM-xpomatorpammbl, nony4eHHbIe ¢ UCMOMb30Ba-
HUeM TpexkBazpynonbHoro X, AnA XonocToro pactBopa MaTpuLibl WNK-
HaTa W MaTpuLibl LWNKHaTa ¢ A06aBKol 1 HI/MR CTaHAAPTHOI cMecH
nectumaos. MaTpuua BbI3Bana CHUXKEHUe BENMYMHbI OTKINKA WU UCKa-
eHue hopMbl NMKOB AnA MeTamuaodoca, Auxnopodoca, auedarta,
oTmertoara, kapbapuna 1 aenbtametputa npu 1 Hr/mn. Moatomy MKO
JANA 3TUX NECTULWAOB B LUNKUHATE ObiN YCTAaHOBREH Ha YPOBHE B Hr/MH.
bonbluaa yacth pacnpoctpaHeHHbix MRM-nepexoaos ana nuuaaqa
(180,8 > 145) He moxeT UCMONb30BATLCA ANA KOMMYECTBEHHOTO aHanM3a
n3-3a BNUAHNA (DOHOBBIX NPUMeceil. B peaynbTate AnA KonMYecTBeHHOTO
aHanu3a ucnonb3oBanca MeHee pacnpoctpaHeHHblii MRM-nepexos
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(218,8 > 183). bonee yem AnA NONOBWHbI NECTULIMAOB (OTMEYEHHBIX
38e3/104Koit B Tabnuue 9) Obino nonydyeHo bonee Huakoe aHauewue KO
(<1 Hr/mn) B wnunarte. B Tabnuue 9 nokasaHbl peaynbTatbl KOMUYECTBEH-
HOrO aHanu3a u XopoLune napameTpbl MMHERHOCTU OTKMUKA.
Bocnpoussoaumocts 10 BBoZ0B Npobbl ANA KOHTPONA KayecTsa ¢ KOH-
ueHtpaumeit 10 Hr/mn AnAa 6onbLueid YacTv aHanuUToB XapaKkTepu3oBanach
3Hayennem 0CO menee 15%. [ina 10T, ometoara, aHAoCynbaH cynb-
thata u aHapuHkeToHa 3HayeHne 0CO coctasuno Gonee 15%. Kpowme Toro,
AnA auedpara, kapbapuna, hocmeTa 1 UNPOAMOHA OTMeYanach HebonbLuas
CKIMOHHOCTb K CHUXEHMIO OTKNMKa. [103T0My AnA aHanu3a HeCKoNbKMX
npo6 moxer TpebosatbcA Gonee Yactaa cmeHa naiHepa. JuxnoptnyaHus
W TonuNdnyaHuz ABNAIOTCA OCHOBHBIMM COEAMHEHUAMU-MapKepamu. VIx
He/I0CTaTOYHaA YCTOAYMBOCTL B IKCTPaKTe LUMMHATA NpuBena K Gonee
Bbicokomy 0CO, yem B Apyrux mMatpuuax.
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Puc. 7.

XpomamozpaMmbl, Nosy4YeHHble ¢ ucnosib3osaHuem mpexkeaopynosnbHoz2o I'X e pexcume MRM ona xonocmozo pacmeopa mam-

puybl WNUHama u Mampuuysl wnuHama c 0obaekol 1 He/mMn cmaHOapmHol cmecu necmuyuoos. Vloenmugukayua nukos npeo-
cmaeneHa 6 mabnuue 3. Memamuoodhoc (1), duxnopgpoc (2), auegpam (4), omemoam (6), kap6apun (14) u oenbmamempun (33)
He onpedenAnuck npu 1 He/Mi1 8 Mampuuye WwnuHama u3-3a HU3K020 OMKIIUKa Ulu NOCMOPOHHUX npumeced.



Tabnuya 9. Pesynbmamsl KonuyecmeeHH020 aHanusa (Mampuya wnuxama)

0CO(%) pna n = 10 BBOAOB Npobbi wnuHara 10 ur/mn

Mectuumabi Naiinep Ul p1 Jlainep Ul p2 Jlainep Ul p3 TNaiinep Ul p4 NKO (nr/mn) RZ (MKO — 100 ur/mn)
Metamuaodoc 49 3,0 44 4,2 5 0,9992
Nluxnopodhoc 1.4 41 29 12 5 09977
MesuHdoc 2,6 3,6 2.1 2.2 1 0,9989
Auedar 1.3 71 95 7.2 5 0,9999
2-thenundpeHon 3.1 19 6.2 4.6 1 0,9985
Owmertoar 19.1 11 102 14,0 5 0,9970
Numeroar® 4,7 4,9 41 7.0 1 0,9997
AntpasuH * 1.7 17 1.6 2.1 1 0,9970
TNunpan ™ 6.0 11 8.0 37 1 0,9980
[Nlnasunon * 22 3.1 15 1.4 1 0,9996
Xnoportanoxun * 5.5 12,7 8.6 43 1 0,9989
Xnopnupudoc-metnn * 2.4 24 23 19 1 0,9996
BuHknosonux * 21 1.9 24 22 1 0,9991
Tonknochoc-metun * 15 11 16 13 1 0,9998
Kap6apun 9,7 10,2 13.0 8,6 5 0,9990
DNuxnopdnyanua 115 18,2 10,9 8.4 1 0,9992
Anbapun * 3.1 1.9 1.6 1.8 1 0,9985
ManatuoH * 2,7 3.6 2.1 45 1 0,9995
[unxnop6ensodeHoH * 14 0.9 0.9 1.8 1 0,9998
Mupumudboc-atun * 2.7 41 29 2.8 1 0,9997
Tonundnyanng 13,0 18,7 11,8 9,6 1 0,9981
MpounmuaoH * 1.4 1.4 14 1.3 1 0,9993
IHApUH 5,1 53 3.0 25 1 0,9992
3TMoH * 22 5,1 5.7 23 1 0,9988
Juaocynbdan cynbdar * 6.5 17,4 10,0 4,9 1 0,9991
OAT * 45,5 37.9 321 15,7 1 0,9897
IHAPUHKETOH 13,3 22,0 10,4 15.8 1 0,9991
Nnpoauon * 95 12,5 95 4,7 1 0,9987
Oocmer * 10,5 1.1 838 12,6 1 0,9992
®ocanon” 36 57 3.6 5.4 1 0,9996
Mepmetpun 12 39 2.8 22 1 0,9985
Kymadboc * 6.9 9,1 47 7.8 1 0,9992
[NenbramepuH 6.8 6.0 5.0 5.2 5 0,9983

* Mectmumabl, AnA KOTOpbIX MOXET 6biTb A40CTUTHYTO MeHbliee 3HauyeHue KO ¢ ucnonb3oBaHuem Tekyllero metoja.



3aknioueHue

MHOroKoMNOHEHTHbI CNe/aoBbIA aHanu3 NecTULMAOB B MaTpULIaX nuLLe-
BbIx npoaykToB mMetoaom [X-MC u TX-MC-MC Bcerga 6bin HenpocToit
3af1ayeit. PasHble MaTpuLibl NOKa3anu pasnuyHoe BNUAHUE HA aHANWTBI,
0co6eHHO Takue akTUBHble coeauHeHuA kak ometoart, AT v auedar.
Matpuua MoXeT 0ka3aTb BNMAHME HA KONMYECTBEHHYIO OLIEHKY, NpUBe-
¢t k Gonee Hu3Komy oTknuky (6onee Bbicokomy TKO) u/unu nnoxoit
thopme nukoB. [oaToMy ANA JOCTUXEHNUA TOYHBIX U HAZIEXHBIX PE3yNb-
TaTOB KONUYECTBEHHOTO aHann3a BaXHO UCMOMb30BaTh COOTBETCTBYHO-
LLyto MaTpuLie KanubpoBOYHYI0 KpUBYIO.

Bocnpouasoaumocts (% 0CO thakropos otknuka) ana 10 BBogoB npo6bl B
PasnuyHbIX MaTpuLax nokasaHa Ha puc. 8. 06patHaa npo/yBKa U naitHep
Agilent Ultra Inert co cTeknoBatoii MoryT a(heKTMBHO 3aLLMTUTD BCIO
CUCTEMY M TOBbICHTb NPOACTXUTENbHOCTb ee cryx6bl. 0AHaKo ANA Crox-
HbIX MaTpULL, TakUX KaK LUMMHAT, NPy aHanuae GonbLLIOro KoNMyecTsa
npo6, Tpebyetca Gonblie BHUMAHUA K OTCNEXMBAHUIO (HOPMbl NIUKOB
BOCMPOM3BOANMOCTH /INA aKTUBHbIX aHaNMTOB.
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[laHHoe UccneoBaHue MCMONb30BaHUA TpexKBaapynonbHoro X Ana aHa-
nu3a 33 penpeseHTaTUBHbIX NECTULIAZOB B LIECTM MATPULIaX PacTUTENbHBIX
MULLEBbIX MPOAYKTOB NOKA3ano npeaen KoNMYeCTBEHHOTO OnpeeneHusa
(MKO) 1 Hr/mn 1 MeHee, a Takxe npeBocxoaHyto nuHeitHoctb ot MKO g0
100 mnpa 4. v oTnMYHyto BocnpouasoaumocTb 10 BBoa0B Npo6bl ¢

10 Hr/mn. B HekoTopbIx MaTpuLiax 0Ka3anoch HEBO3MOXHbIM 0CTUYL
MKO 1 Hr/mn ana metamuaodhoca, oMetoata, kapbapuna u AenbTamet-
puHa. Mpesocxoaxas nuweitHocts (R? > 0,99) v BocnponaBoaMMOCTb aHa-
nu3a (% 0CO < 15%) 6binu gocTUTHYTbI ANA GonblLe YacTi NeCTULMAOB B
uccneayeMblx Marpuuax.

Puc. 8.

Bocnpoussodumocms (% 0CO ghakmopos peakyuu) 0na 10 860006 npobbl 8 pasiuyHbIX Mampuyax
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