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PasnunyHble BapnaHTbl 06paboTkn pe3ynbTaToB KONMYECTBEHHOIO ra3oxpomaTtorpaduyeckoro
aHanusa cnocobom ABONHOW CTaHA4apTHOW [06aBKM CONOCTaBMEHbI MO TOYHOCTW. TP OCHOBHbIX U3 HUX:
| — npocToe cpaBHEHWE AaHHbIX, NONy4YaeMbIX C MCMOMb30BaHNEM OOHOKPATHOW 1 ABOWHOM Ao6aBok,
Il — annpokcmmaumsa 3aBucnumoct m(S) B KoopAMHaTaxX «MnoLiafb nuka onpeaensiemMoro KOMNoHeHTa»
(S) — «macca fobasku» (m_ ;) METOAOM HaUMEHbLLUMX KBAZPATOB MO YPABHEHWIO JIMHENHOW perpeccum
v llI-BblunCreHne KONNYECTB ONPeaenAeMbIX KOMMOHEHTOB (/M) MO KaXA0W N3 CTaHAapTHbLIX 406aBOK C
nocreaytoLei NIMHEHON SKCTpanonsALUMen X 3Ha4eHNn Ha «HyneByto» CTaHAapTHyto fobasky, m (m,_ = 0).
lMokazaHo, 4To pesynbTaThl ONpeaeneHnii B pasnnyHbiX BapuaHTax cTaH4apTHbIX 406aBOK cOnocTaBUMbl
MO TOYHOCTW, HO HECKOSBbKO 3aHMXEHbI OTHOCMTENBbHO 3a4aHHbIX KONMYECTB aHanuToB. [MaBHON NPUYMHOW
TaKnX CUCTEMATMYECKMX MOTPELLHOCTEN ABNSIETCS MCNapeHe pacTBOPUTENSA NpuM NocneaoBaTernlbHOM A0-
3upoBaHMK NPob oaHMX U TeX ke 0OpasLoB B xpomatorpad. B pesynsrarte nnoLiaam nukos, onpeaensemblie
nocne BBOAA CTaHAapTHbIX 406aBOK B 06pas3Libl, OKa3bIBaTCSt HECKOMbKO 3aBbILUEHHBLIMM, YTO U NPUBOAMUT
K 3aHMXeHUo pe3ynbTaToB. BTopon (MeHee 3HaunmbIn) hakTop — He3HaYMTEeNbHOE yBenuyeHne obbema
ob6pasLoB 3a cyeT 4obOaBOK onpeaensemMblX KOMNOHEHTOB. OTMEYEHO, YTO NOrPELUHOCTM OnpeaeneHnn
pas3nnyHbIMK BapuaHTaMmu cnocoba cTtaHgapTHOM A00aBkM He NpPeBbIWAT Cy4YariHbIX COCTaBNALNX
norpeLuHocTen. Jlyywmne pesynsraTthl (C y4eTOM 3HAKOB OTKITOHEHWI) 0OecneynBaeT BblYMCIIEHNE COAepXkKa-
HWS oNpeaensieMoro aHanuTa MeTooM ABOVMHOW CTaHAapTHOM A00aBKK C 9KCTpanonsumen pedynsratos
Ha «HyneBylO» BENNYNHY [obaBku. [N MCKNIOYEHMS BIINAHNSA «4eN0oBEeYeCcKoro haktopay (yBenmyeHune
TOYHOCTW pe3ynbTaToOB B X04€ aHanu3a cepuii OOHOTUMHbLIX 00pas3L 0B 3a CHET OMNbITa aHANIUTUKOB)
BCe MapannenbHble onpeaeneHus 6oy NnpoBedeHbl cTyaeHTamum 6akanaspuata MHCTUTYTa Xxummum
CaHkT1-lNeTepbyprckoro rocygapCTBEHHOMO YHMBEPCUTETA B XOAE BbINOSHEHUSA MMM NabopaTopHbIX paboT.
Takasa opraHu3aumns sKkCneprMeHTOB MOBbILLAET UX 4OCTOBEPHOCTb, MOCKOMbKY UCKOYAET 3aBUCMMOCTb
pe3ynbTaToB OT pasnuyunii B KBanudukauum aHanmTmKoBs.

Knroveenie cnoea: KonnuecTBeHHbI XpomaTorpadunyeckuii aHanmsa, cnocob 4BOMHOM CTaHA4apTHOW
[06aBKW, pa3nnyHble BapnaHTbl 06paboTku pe3ynsTaToB, 0COOEHHOCTY NapansenbHbIX onpeaeneHunii.
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Different algorithms for processing the quantitative gas chromatographic analysis data using the
double standard addition method are compared for their accuracy. Three principal approaches are possible
for such processing: | — simple comparison of values determined by single and double standard additions,
Il —approximation of «peak area of analyte» (S) — «mass of standard addition» (m_, ) dependence by the least
squares method [linear regression, m(S)], and lll — independent quantification of analyte with both standard
additions followed by the linear extrapolation of two sub-results on the so-called «zero standard additiony,
m (m,_,, = 0). Itis concluded that the quantitation results obtained using the various modes of the method are
comparable in accuracy, but somewhat underestimated relative to the specified amounts of analytes. The
principal reason of such systematic errors is the evaporation of the solvent during the successive injecting
of the same samples into the gas chromatograph. Due to this reason the peak areas, measured after the
standard addition, appear to be slightly increased and this leads to the systematic underestimation of the
results. The second (less important) factor is the small increase of the sample volumes due to the addition
of the components to be determined. It is confirmed that the systematic errors of different modes of standard
addition are not exceeding the values of their random uncertainties. The optimal results (considering their
signs of deviations) are provided using the double standard addition method with extrapolation of sub-results
on «zero standard addition». In order to exclude the possible influence of «human factor» (increasing the
results precision during the series of analyses of similar samples due to the rising experience of analytical
chemists) all parallel measurements have been performed by bachelor students of the Chemistry Institute
of the St. Petersburg State University in the course of their laboratory practical works in chromatography.
Such organization of experiments increases their credibility as it excluded the dependence of the results on

the qualification of chemists.

Keywords: Quantitative chromatographic analysis, double standard addition, different kinds of data

processing, «human factor» for parallel measurements

BBEAEHUE

OcHoBHbIMM cnocobamu KONMMYECTBEHHOTO XPO-
MaTorpaduyeckoro (6es yyeta KOMOUHUPOBAHHBIX
BapWaHTOB) CYMTAIOT MATb: BHELUHEro cTaHaapTa,
abConOTHOM rpafyvMpoBKN, BHYTPEHHErO CTaHAapTa,
CcTaHAapTHOM fobaBKu M BHY TPEHHEN HopManuaauum
[1-3]. Kaxabii us Hux obnagaet csoen obnacTbio
npumeHeHusi. OgHaKo BO MHOIMX COBPEMEHHbIX
pPyKOBOACTBaX 0COBEHHOCTU PasfnUYHbIX METOO0B
KONIMYECTBEHHOro XpoMaTtorpadmyeckoro aHanmaa
yacTto npmBoaaT 6€3 nogpobHbIX KOMMEHTapUEB,
nonarast Ux JOCTaTOYHO XOPOLUO U3BECTHbIMU. Tak,
HanpuMep, MoaNMULMPOBaHHbIN BapnaHT cnocoba
BHeELLUHEro ctaHgapTa (C ncnonb3oBaHMEM AOMNO-
HUTENbHOro cTaHgapTa) [4, 5], no3BonsALWMIA Cy-
LLLeCTBEHHO CHU3UTbL Cry4YalHYyH COCTaBMSOLLYHO
NOrpeLUHOCTM onpeaeneHni, 40 HaCTOSALLErO BpEMEHM
PacCMOTPEH TONbKO B OPUrMHAambHbIX Ny6nmKaumsix.
To ke oTHOCUTCS K cnocoby ABONHOrO BHYTPEHHEro
cTaHgapTa, BnepBble NpeanoxeHHoro ewe B 1986 T.
[6] n no3xe ycoBepLueHCTBOBAHHOrO [7, 8].

HacTosee coobLeHne NoCBALLEHO XapakTePUCTU-
ke 0COBEHHOCTE OQHOTO 13 BapUaHTOB KOJTMYECTBEHHbIX
onpegeneHnin —cnocoby ctaHgapTHon gobasku [9-13].
3T0T cNOCcOo6 LIMPOKO NCMOSb3YHOT B XpoMaTorpadum u

Opyrux MetToaax KonnyecTBeHHOro aHanusa. Ero MoxHo
«MO3MLIMOHMPOBATLY Kak BapnaHT cnocoba BHyTPEHHETO
cTaHaapTa, Korga k obpasuy AobaBnsioT He Apyron
KOMMOHEHT, a onpefensieMoe coeanHeHne. OTOo UCKITIo-
YaeT Heobx0aMMOCTb NPOBEPKM NOMHOTLI Pa3geneHus
£006aBnsiemMoro n ApyrMx KOMNoHeHToB obpa3ua. Takon
cnocob nossonset onpegendtb CyMMapHylo Maccy
aHanuTa B obpasLe 6e3 nsmepeHust ero obbema. Kpome
TOro, B XpoMatorpadumm 310 €ANHCTBEHHbIA CNOCO0O,
NPYMEHMMBIV K 06pa3sLiam, MaTpuLibl KOTOpbIX 0bnagatoT
COPOLMOHHBIMM CBOVCTBAMM, YTO MOXET CYLLEECTBEHHO
UCKa3nTb pe3ynbTaThl onpeaeneHnii UHbIMU MeTo4aMM.
BaxHO OTMETUTb, YTO OH MPMMEHMM K reTepopasHbIM
(reTeporeHHbIM) 06pa3Lam (BCe ocTasnbHble — TOMBbKO K
rOMOreHHbIM). OTO MO3BONSIET MO pe3ynbrataM aHanmaa
NYWb OJHOTO M3 CIOEB (Kak MpaBuio, TOro, KOTOpbIN
cofepxaTt MeHblUe MeLlalLWwmnx KOMMNOHEHTOB) On-
penensite CyMMapHbIe KONMYecTBa LieNIeBbIX aHaN1ToB
BO BCEX (pasax reteporeHHbIx cuctem (m , M ) [14-16].
OT1a 0cobeHHOCTb OKa3bIBAETCA HACTONBKO NMPaKTU-
YeCcKu Nones3Houn, YTo HekoTopble obpasubl nepes
aHanu3oM uenecoobpasHo NCKYCCTBEHHO NpeBpaLlaTth
B retepodasHble CUCTEMBI.

OcHoBHas pacyeTHas popMyna crnocoba cTaH-
OapTHon nobaBku umeeT BUA;
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roe M,qoﬁ —Macca gobasku, S, 1 Smlos —nnotLuaan Nn1MKoB
onpenensieMoro KOMNoHeHTa [0 1 nocne gobasku. Mpu
yCpeOHEeHUN AaHHbIX 051 HECKONbKMX napannenbs-
HbIX onpeaeneHnn nnowaam NnMKos B aTo doopmyre
3aMEHSIIOT X CPEHNMM 3HAYEHNAMMN <S >U <SX+A06>.

TouHOCTb ONpeaeneHunii cnocobom cTaHaapTHOW
[o6aBKy BeECbMa «4yBCTBUTENbHA» K BENMYMHE f00aBKM,
4TO CrieflyeT U3 Hanuunsi comHoxutens [S,, -/ (S,,
—S,)] B dhopmyrie Ans OTHOCUTENbHbIX MOrPELHOCTEMN:

1"’-5x+.'J.0 6=

LSyippos>—<5> x+A06 >

8(M,) ~ ( ) 552 + 652 @)
roe <S>u<S,, .>-cpenHue nnowiaan nvukos aHanmTa
Ao v nocrne go6asku, dS dSWl06 — WX OTHOCUTENbHbIE
CTaHOapTHbIE OTKINMOHEHUA.

B cnocobe ctaHgapTHOM J06GaBKM BO3MOXEH
KOHTPOINb NpaBuUIibHOCTU pe3ynbraTtoB 3a CYET BBe-
OEeHNs oNONTHUTENbHOM 00aBKM aHanuTa B Te e
caMble 06pasLibl M UX NOBTOPHOro aHanuaa — cnoco6

Myos
! e
Mao6.2 [ My + Myes.2 /
Mizos.1 // My + Maos.1
® S
0 // my S, Sxino61  Syiae6.2
®
-my // 0

Puc. 1. lpaduyeckan MHTEpnpeTaLma Hanbonee pacnpocTpa-
HEeHHOro Bap1aHTa 06paboTKM AAHHbIX, MONyYaeMbIX
cnocobom ABOIHOM (B 06LLLEM C/Ty4ae — MHOFOKPaTHOW)
CTaHAapTHOM A0HaBKK: MHeNHas perpeccus m(S).
CpeaHee 3HaueHWe NNoWaam Nka S cooTBeTCTBYeT
Hy/1eBOM BeanYMHe 106aBKM, TOUKa C KOOpAMHATaMM
[Swloﬁ M (mm»l)] OTBEYaeT NepBON CTaHAAPTHOMN A0DaBKe,
a ToYKa C KoopAuHaTaMm [waa2 n (mm_z)] —BTOPOW.

[Nnnna otpeska [0, -m ] cooTBeTCTBYET KONMYECTBY

onpeaenaemoro aHaanTa Uan, nHadye, 3HaYeHuIo

Ko3adpduMUMeEHTa b ypaBHEHNA TMHENHON perpeccum

C 06paTHbIM 3HAKOM.

Fig. 1. Graphical interpretation of the mostly used mode of
data processing in the method of double (in general
case — multi-fold) standard addition, namely linear
regression m(S). The average value of peak area S,
corresponds to zero standard addition, the point with
coordinates [S _  n(m_, . )] corresponds to the first
standard addition, while the point with coordinates
[S...q,M (M., )] marks the second standard addition.
The length of the interval [0, -m ] corresponds to the
amount of the target component or, otherwise, the
value of the coefficient b of linear regression with
the reciprocal sign.

ABOVHOMN (B 00LLeM crnyvae — N-kpaTHON) cTaHAAPTHON
nobaeku. MNMockonbky B 0bLieM criyyae nonyyaembie
pesynbTaTbl He JOMKHbI TOYHO COBMaAaTh APYr C APY-
rom, TO MOXeT NOHaZobnUTbCA MX AONOMHUTENbHAaSN
obpaboTka. MI3BeCTHbI TpK ee BapuaHTa:

Btopoe sHaueHne m, , nomny4eHHOe npy UCMosib3o-
BaHUM ABOWHOM [,o06aBKM, paccMaTpyBaOT MPOCTO Kak
KOHTponb nepsoro [17]. Mpu nx ygoBneTBopuTENLHOM
COBMajeHnn B Ka4eCcTBe OKOHYaTENbHOro pesyrbTa-
Ta MPUHUMAIOT CPEHIO BENMUYMHY. DTOT BapuaHT
HaCTONbKO MPOCT, YTO He TpebyeT AONOMHUTENbHbIX
KOMMEHTapueB.

Cnepywowun BapmaHT 06paboTku gaHHbIX, NO-
ny4yaeMbIx cnocoboM JBONHON CTaHAapTHOW fobaBky,
Cyas Mo NuTepaTypHbIM AaHHbIM, SBIISETCA CaMbIM
pacnpoCTpaHeHHbIM M MpedycMaTpuBaeT COBMECTHYHO
006paboTKy BCex 3Ha4eHUn m(S) METOAO0M HAaMMEHBbLUNX
kBagpatos [9, 11-13]. C 0bbl4HBIM cOocoboM CcTaH-
AapTHoM Jo6aBKM OH COOTHOCUTCS Tak xe, Kak cnocob
abConTHOM rpagyMpoBKM CO CMNOCOOOM BHELLHETO
cTaHgapTa (pasnu4yalTcs YNCIIOM TOYEK rpagyupo-
BOYHOW 3aBMcuMocTH). Ero rpadmyeckas nnnoctpauus
npencTasneHa Ha puc. 1.

MocTpouM rpadhmk NHenHon 3aBucumMocT m(S)
B KOOPAMHATAaX «MoLiafb NvMKa onpeaensieMoro Kom-
noHeHTax (S) — «macca pobasku» (m_ ). Mnowaab
nuka (cpeaHee 3HadyeHue <S >) onpenensaemoro
KOMMOHEHTa OTBeYaeT HyneBoun BenumunHe fobasku,
a COOTBETCTBYIOLLAA TOYKa rpachmka pacnornoxeHa
Ha ocu abcuwncc. Touvka, oTpaxarLwas coctaB 06-
pasua nocne nepsow JobaBKu, UMeeT KOOPAUHATbI
Sposs M (M c,), @ nocne BTopoi Aobasku —
S in06.2 1 (M6 ,). TakMM 06pa3om, nony4aem Tpu TOHKM,
4YTO JOCTaToOYHO Anst 06paboTkM AaHHBIX METOAOM
HaMMeHbLUNX KBaApaToOB C OLleHKamu ko3 duLmeHTa
koppensumm (R) 3aBucmumocTt m(S) 1 NorpeLlHocTen
KO3 pMLUMEHTOB NMHENnHoN perpeccun m = aS + b.
Hanbonee 3Haumo 3HaueHne koadhduureHtab = s,
YNCIIEHHO paBHOE 3KCTParnonMpoBaHHOMY 3HAYEHUIO
m_c obpaTtHbIM 3Hakom. Ecnv ans 6onee HarnaaHowm
MHTepnpeTaunn 4aHHbIX NEPEHEeCT Ha4yano KoopamHaTt
B TOYKY (-m ) TO nfowadb nuka <S > CooTBETCTBYET
m_, nnowaap nuka <Sx+ﬂo6.1> — 3HayYeHuto (m_+m
a<S,, 5,> —3HadeHuo (m +m_ ).

Takon BapuaHT (MO 3HAYEeHUO KO3 ULMEHTa
koppensaumm (R > 0.998) no3BonsieT xapakTepmn3oBaTb
aKKypaTHOCTb 403MPOoBaHus B 06pasLbl AByX 06aBOK,
a TaKkxe oueHMBaTb CTaHOapPTHbIEe OTKNOHEHUS 3KC-
TpanonMpoBaHHbIX 3Ha4eHun m . bonee Toro, BMECTO
CPEAHUX 3HAYEHWI <S>, <S - >N <S - >MOXHO
MCMNonb30BaTh BCe HAabOpbl N3MEPEHHbIX MMoLaaen
nvkoB (6e3 nx NpeaBapuTEnbHOIO YCPeaHEHUs), YTO
No3BonseT Nony4nTb 6Gonee «peanncTUYHbIE» OLEHKM
MorpeLHocTe s, 1, CreaoBaTenbHO, Pe3ynbTaTtos
m+s_,4TO UNIMIOCTPUPYET puUC. 2 (B HacTosLer paboTe
3TOT BapuaHT UCKMOYEH U3 PACCMOTPEHMS).

Bo MHormx nybnvkaumsax sbibupatot npoT1eomno-
NOXHOE pacronoxeHne ocen «macca obaBku» (M g6)
— «nnowanp Nuka onpeaenseMoro KoMrnoHeHTay (S).

,clo6.1)'
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Puc. 2. lpaduyeckas nHTepnpeTauma Hambonee pacnpo-
cTpaPuc. 2. Tpadunyeckas MHTepnpeTauma IMHENHOM
perpeccum m(S) ¢ MCNONb30BaAHMEM HE CpeaHUX
3HaAYeHWt NoLWaaen NMKoB, a Bcero Habopa AaHHbIX.
Ob03HaYeHMA Ha PUCYHKE TaKme »Ke, Kak U Ha puc. 1.

Fig. 2. Graphical interpretation of the linear regression m(S)
based on using the whole set of experimental data
instead of their average values. The symbols on this
figure are the same as those for fig. 1.

B Takom criyyae oTpesok, AnvHa KOTOPOro COOTBETCTBYET
3Ha4YeHWo m , pacnonoxeH Ha ocu abeuwce. M3 atoro
Xe rpadumka Ha puc. 2 MOXHO npeacTaBnTb cebe cyTb
N-kpaTHOMN cTaHOapTHON A06aBKK, XOTS TAKOW BapuaHT
Ha NpakTuKe NCMONb3YIOT CyLLeCTBEHHO pexe. Kpome
TOrO, ANS YBENMYEHUS YMCna TOUEK Ha Takmx rpadmkax
nHoraa pekoMeHayoT 4o6aBnATb He onpeaensemMble,
a MaTpuYHbIE KOMMOHEHTHI (T.e. pa3baBnsaTe 06pasLibl)
[11]: cooTBETCTBYIOLLME TOUKM MPY STOM pacnonaratTcs
HWXe ocu abcumcc.

TpeTuin BapmaHT 06paboTKn faHHbIX Obin Npeasno-
XeH B paboTtax [14 — 17] ans 06pasL 0B CO CITOXHbIMU
maTpulamu, 06ragarLLmMMm copoLIMOHHBIMM CBOMCTBAMMY,
nnbo onst NCNOMNb30BaHNS B YCITOBUAX HENTMHENHO-
CTW AETEKTMPOBaAHUSA aHaNUTUYeCKux curHanos. Mo
pesynbraTaMm aHanm3oB UCXOOHOro obpasua 1 nocne
nepBON CTaHAAPTHOW A06aBKM BbIYMCISIEM 3HAYEHNE
m (1). Mocne BTopon no6aBkn 06paboTKy AaHHbLIX
NpOBOAMM aHarnorM4yHblM 06pas3om 1 nony4aem Benu-
4nHy m (2). Ecnu m (1) = m (2), TO AONONHUTENbHbIE
onepauuun ¢ pesynesratammn He TpebytoTcs. Ecnu xe
m (1)#m (2), TO B Ka4ecTBe pesynsTarta onpeaeneHumn
NPYHMMAETCA 3Ha4YeHne m , dKCTpanonMpoBaHHoe
Ha «HYNeByl» BENUYMHY CTaHOapTHOM Jo6aBku,
m(m, .= 0). «<Hynesasi» ctanfapTHas fobaska cooT-
BETCTBYEeT 0Opa3uam, CBOMCTBA KOTOPbIX HE UCKaXKEHbI
NCKYCCTBEHHO BBEOEHHBIMU B HUX KOMMOHEHTamu. B
3aBNCMMOCTU OT XapakTepa 06pasLoB 1 0COBEHHOCTEN
OeTeKTUpoBaHusa MoryT noTpeboBaTbCst MHblE CNOCObbI
akcTpanonsaumn. padmyeckas nHTepnpeTaums 3Toro
BapuaHTa B KOOpAWHAaTax «m—m .» npeacrasneHa
Ha puc. 3.

TeM He MeHee, HECMOTPS Ha, Kasanoch Obl, JO-
CTaTo4YHO NoAPOOHYI0 XapaKTePUCTMKY cnocoba ABON-
HOW cTaHaapTHoW fo6aBku, 40 HACTOSALLErO BPEMEHM
TOYHOCTb €ro PasnnyHbIX BapMaHTOB ANs OAHUX U TeX
e 06pasLoB He OxapakTepu3oBaHa. Takasa Heonpee-

6

my
myx(1)
My(Mos -> 0) "———__qp:gL
0 Myo6
Myes(1) m.loﬁ(zJ

Puc. 3. [padurueckan MHTepNpeTauma BapmaHTa 0b6paboTku
AaHHbIX cnocoba ABOMHOM CTaHaapTHOM A00aBKMY,
npeanonaratoLLero BbIYUCEHWE KONMYECTB onpeaens-
©MOro aHamuTa no Kaxaoh us gobasok, m (1) um (2)
C MX NMocneaytoLLen SKCTPaNoAAUMEN Ha KHYNEBYHO»
BesmHmnHy gobaskn m (m_ =0).

Fig. 3. Graphical interpretation of the data processing mode
which implies the quantification of the target analyte
using both standard additions, m (1) and m (2), followed
by their extrapolation on the so-called «zero standard
addition» m (m_, = 0).

no6

NEHHOCTb OCMOXHSAET NPakTUYeCKoe UCNOoNb30BaHNe
pas3HbIX MognduMKaLmMin 3Toro cnocoba. Moatomy Lenb
HacTosLLeN paboTbl — CpaBHEHME BO3MOXHOCTEN ABYX
BapWaHTOB ABOHOWN CTaHAapTHOW 40OaBKM N0 KpUTEPUIO
TOYHOCTU pe3ynbTaToB. Takoe cpaBHEHUE OCHOBAHO
Ha aHanm3e HeCKONbKNUX CEPUIN OAHOTUMHbLIX 06pa3LoB.
OpHako npy 3TOM BO3HMKaET HEOXMAAHHAs npobnema,
KOTOpas, BO3MOXHO, MpensaTcTBOBana npoBeAeHuIo
noaobHbIX CpaBHEHMI paHee. [eno B TOM, YTO ecrnu
BbIMNOJSIHEHME TaKMX OMpeneneHnn, a Takxke npuro-
TOBIiEHME camunx 06pasLoB, BbIMOSHAET OANH U TOT
e XMMUK-aHanuTKK, TO YCNOBKSA aHanm3a nepsbiX U
nocneaHux obpasLoB B TaKUX CEPUSAX MOTYT 3aMETHO
oTnnyaTbCcHa. OTO CBA3AHO C TEM, YTO BbINOMHEHWE
3KCNepUMEHTanNbHbIX onepauunin B Xoae OAHOTUMHbIX
onpeaeneHni Hen3bexHo COBEPLUEHCTBYETCS 3a CHET
npvobpeTeHns onbiTa paboTbl ¢ NOAO6GHLIMK 0BpasLamu,
YTO MOXET NCKa3UTb OObEKTUBHYIO XapaKTEPUCTUKY Kak
CNnyyYarHbIX, Tak U CUCTEMATUYECKMX COCTaBMSIOLLNX
norpeLuHocTen onpeaeneHunin. HeobxogumocTb yyeTa
3TOro YCroBuWsl onpeaenunia ocobeHHOCTY OpraHn3aumm
3KCMEPUMEHTOB B HacTosiLLEeN paboTe'.

SKCNEPUMEHTAJIbHAA YACTb

lMpuzomoeneHue obpa3yoes. Obpasubl Ans
KONUYEeCTBEHHOro aHannsa MeToaoM ABOWHOW CTaH-
[apTHon gobaBku rotoBunu gosuposanHnem 30 — 40
MK LmKnorekcaHoHa («X4», «Peaxnm», Mockea, d,?°
=0.948) B 2.0 — 5.0 mn usonponunosoro cnupta («X4»,
«BekToH», CaHkT-lNeTepbypr). Ans 0o3MpoBaHus cnupTa
MCnonb3oBanu MeauLMHCKUA Wnpuy obbemom 5 mn,

L OguH 3 asTopos (11.3.) GnarogapuT aekaHa takynsteta
ncvixonorim CaHkT-lNeTepbyprckoro rocynapcTBeHHOro
yHvBepcuTeTa npod. A.B. LLlabontac 3a nonesHyto KoHcynbTauyio
no paccmarprBaeMoii npobneme.

149



Ananutuka v koHTpone. 2021 T. 25. Ne 2.

LiMKIIorekcaHoHa — xpomaTorpaduyeckuii LWnpuL, oobe-
mMom 50 Mkr. i3onponunoBekIn cnupT BblOpaH Ans Toro,
4YTO6bI MMHMMU3NPOBATL UCKaXXEHMS cocTaBa 06pasLoB
3a CYeT McnapeHunsi pacTBopuTEns B npouecce paboThbl
C HUMW. 1o cpaBHEHMIO, HANpPUMeEpP, C HEMOMSIPHBIM
H-rekcaHoM OH obnagaeT He TornbKo 6onbLuel Temne-
paTtypow kuneHust (82.3 °C no cpaBHeHuto ¢ 68.7 °C),
HO 1 BABOE BornbLuer yaenbHON TENoToW ncnapeHns
(0.76 k[Ix/r no cpaBHeHuto ¢ 0.37 k[x/r) n, npy aTom,
MEHbLUNM VHAEKCOM YAEepPXXMBaHUS HA CTaHAaPTHbIX
HenonsipHbix asax (489 + 11).

CrangapTHble fobaBKM OnpeaensiemMoro CoeAMHeHNs!
(umknorekcaHoH) o6vemom 40 — 50 Mkn 4o3UpoBanu B
06pa3subl xpomaTtorpacmyeckum WnpuLem ooLemom
50 mkn. B oTgenbHbIX criyvasx npu Heo6xoanMocTu
[031MpOoBaHns 6onbLUNX KONMYecTB 06aBOK NPUMEHSNU
2-3-KkpaTHOe O03MpOoBaHMe.

Ycnoeus ananu3a. lazoxpomartorpadunyeckmn
aHanu3 NpoBOAMNN Ha Tpex XxpoMarorpadax « XpomaTak-
Kpuctanny» 5000.2 ¢ nnameHHO-MOHN3aUNOHHBIMK
aetektopaMmu n naeHtTndHbiMn WCOT-KoNoHKamm ¢
HenoaswxHow cason HP-5 gnuHon 10 M, BHYyTPEHHUM
anameTtpom 0.53 MM 1 TONLMHOM NNeHKKM hasbl 2.65 MKM
npu Temnepatype 90°C. [a3-HocuTenb a3oT, 00beMHas
CKopoCTb 3.8 MN/MUH, NMHEHasi ckopocTb 34 cMm/c,
aenexnune notokos 1: 3. HayeTBepTOM XpomaTorpace
NCNONb30Barnm KOMOHKY C aHanornyHon gason BPX-5
anvHon 30 M, BHyTpeHHUM guametpom 0.53 MM v Ton-
LLMHOM NneHku pasbl 1.5 mkm npu Temnepatype 120 °C.
la3-HocuTenb a3oT, 06bemMHas ckopocTb 5.0 MN/MUH,
nHenHas ckopocTb 41.5 cm/c, penenne notoka 1 : 3.
Ha Bcex npubopax TeMmnepartypbl MCnaputenemn coctas-
nann 180 °C, getektopor 200 °C. Mpobkl go3npoBanu
MUKpownpuuamm oobemom 10 Mk, o6beM npob 1.0
MKJ1, KP@THOCTb JO3MPOBaHKS Kax4oro n3 obpasuos
3 — 6 (B 3aBUCMMOCTM OT BOCMPOM3BOANMOCTN).

OcobeHHOCMU NapaJsiesibHo20 aHau3a 0GHo-
munHbIx 06pa3yoe. [1ns 0CTOBEPHON CPaBHUTENBHOM
XapakTEPUCTUKMN Pa3NINYHbIX BApUAHTOB KONYECTBEHHOTO
XpomMaTtorpadmyeckoro aHanmuaa 4ncrio napannensHbIX
N3MePEHUI JOIMKHO COCTaBNATb HE MEHEE HECKOTbKUX
OeCATKOB. OTO YCNoBUe BECbMA CINOXHO peann3oBaTb
Ha NpakTuKe, NO3TOMY NpU MeHbLUNX 06 beMax BbIBOPOK
OaHHbIX >XenaTenbHO CTPEMUTLCS K MaKCUMarnbHOW
HEe3aBMCMMOCTU ONpeaeneHUA U UCKITIOYEHNIO BO3MOX-
HOro BIIMSIHUA YenoBeYvecKoro gaktopa. Hactoswyto
paboTy BbINOMHANM CTYAeHTbl 6akanaspuaTa VHCTK-
TyTa xumum CaHkT-lNeTepOyprckoro rocy4apCTBEHHOTO
yHuBepcuteTa (y4ebHnbie rpynnbl 17.604-x n 17.605-x),
B KadecTBe nabopaTtopHon paboTbl K Kypcy NeKumn
«Xpomatorpaduyeckne MeToabl pa3aeneHust  O4UCTKN
OpraHnyecknx coeguHeHuniny. Heobxogmmo 3ameTuTb,
YTO [0 3aBepLUEHMS paboThl CTYAEHTLI HE pacrnonaranm
nHdopmaumen o6 ocobeHHOCTAX NocneayoLen
MaTeMaTudeckom 00paboTku pe3ynbraToB. [aHHble,
Nory4YeHHbIe C UCMOorb30BaHNEM BTOPOW CTaHOapTHON
[obaBku, paccMmaTpuBany Kak cnocod KOHTPOns pesysb-
TaToB, MOJYYEHHbIX NOcne nepBon fobasku. [Moao6HbIN
NpUeM NpMBeYEHNs CTYAEHTOB 415 XapakTEPUCTUKM
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HOBbIX BAPMAHTOB KOMNMYECTBEHHbIX ONpeaeneHnii B
XO[€ BbINOMHEHNUAMY UMM NabopaTopHbIX paboT paHee
Obln MCNOMNb30BaH A NPOBEPKM BO3MOXXHOCTEN MO-
andunumnpoBaHHoro cnocoba BHelHero ctaHaapTa [5].
Takown nogxoa obecneynBaeT OTCYyTCTBME 3aMETHbIX
pasnuyunn B KBanumkaLmm y4acTHUKOB Takux naparn-
nenbHbIX ONpeaeneHun.

O6pabomka pe3ynbmamoe. CTaTUCTUHECKYHO
00paboTKy NepBUYHbIX pe3ynbTaToB ONpeaeneHnin npo-
Boamnu c ucnons3doBaHuneM N0 Excel. ns o6paboTku
AaHHbIX B ABYX BapnaHTax cnocoba ABONHOW CTaHAapT-
How fo6aeku ncnonesosanu N0 Origin (Bepcusa 4.1).

PE3YNIbTATbI U X OBCY K AEHUE

lMozpewHocmu pe3ynbmamoe onpedeneHul
crocob6amu 06bI4HOU U 080UHOU cmaHOapmMHbIX
dobaesok. CpefHue 3Ha4YeHNs NroLLaaen NMKoB LMKo-
rekcaHoHa B UCXOAHbIX obpa3suax 1 nocne nepsoun 1
BTOPOW CTaHAapTHbIX 400aBOK, a TakXKe Bbl4MCIIEHHbIE
Ha OCHOBAHWM 3TVX JaHHbIX KONMYECTBA LIMKINOorekcaHoHa
B obpasuax 1 — 8 cnocobamm o6bIMHOM CTaHOAPTHON
nobaeku 1 OBOVHON cTaHAapTHOW fobaBkM NpuBeae-
Hbl B ABYX OOHOTUMHbLIX Tabn. 1 1 1abn. 2 (o YeTbipe
obpasua B kaxaon). Obpasubl paHXMpoBaHbI MO YBENU-
YEHMI0 KONMMYECTB onpeaensieMoro aHanuTa ot 28.4
mr o 37.9 mr. B nocnegHem obpasue Ne 8 konnyecTtso
LMKnorekcaHoHa goseaeHo o 104.2 mr.

[MockonbKy Lienblo HacToswen paboThl SBNS-
NOCb CPaBHEHWNE TOYHOCTM ONpPeAEeNeHNI i CyMMapPHOro
Konu4yecTBa aHanuTa B obpasuax ¢ UCNnofb30BaHK-
€M PasnnyHbIX BapMaHTOB OOQHOKPATHON M OBONHON
CTaHAapTHbIX 406AaBOK, XapaKTepPUCTUKN CrlyHanHon
COCTaBMSAIOLLEN NOrPELUHOCTEN Pe3yNbTaToB UCKIYe-
Hbl M3 paccMoTpeHus. OTHOCUTENbHbIE CTaHAAPTHbIE
OTKIOHEHMS pe3ynbTaToB Npy HEOOXOAMMOCTM MOTYT
ObITb paccunTaHbl U3 OaHHbIX Tabn. 1 n Tabn. 2 no
cooTHowweHuo (2). Kpome Toro, ecnu notpebyetcs,
CNyyYariHyo COCTaBISOLLYIO NOrPELLHOCTY onpeaene-
HWIA MOXHO YMEHbLUWTbL 3a CHeT BBeAeHUs B 06pasLibl
OOMNONHUTENbHbLIX CTaHAApPTOB [4].

CpaBHuBas pesynbratbl OnpeaeneHnii BCemu
BapuaHTamu cnocoba ctaHgapTHow obaBku, criegyeTt
OTMETUTb, YTO MX TOYHOCTb OKa3aracb CONOCTaBUMOW;
OTHOCUTENbHbIE CTaHAAPTHbIE OTKNOHEHUS Bapbu-
pytoT B npegenax 2-7 % OTH., YTO CYNTAETCs BrOMHe
OOMYCTUMbIM. OTU 3HAYEHUS NMOJTyYeHbl CTyAEHTaMM,
UMELLIMMN BECbMa OrpaHNYEHHbIA OMNbIT HE TOSbKO
Xpomartorpadryeckoro aHanunsaa, Ho 1 gaxe 003npo-
BaHWsi Npo6. EANMHCTBEHHBIM UCKIIOYEHNEM 3aKOHO-
MepHO okasarncs obpasel Ne 7, xpaHuBLUMIACS nepes
aHanm3oM B Te4eHUe NpUBNN3MTENBHO OAHOIO rofa, B
KOTOPOM pe3ynbTaThl ONpeaeneHns KonuyecTea LmKIo-
rekcaHoHa [ByMsl BapuaHTaMmu cnocoba cTaHgapTHON
nobaBku pasnuyatotcs 6onee yem Ha 10 %. MogobHble
PacxoX4eHNs MePBUYHBIX Pe3yNbTaToB YKa3bIBaOT Ha
HeobX0AMMOCTb UCKITIOYEHMNS TaKNUX pe3yrnbTaToB U3
AanbHenwero paccMoTpeHus. NpunynHa nogobHbIX
pacxoXaeHuin, BO3MOXHO, 06ycnoBneHa B3anMogencT-
BMEM OMNpeaensaeMoro KOMNnoHeHTa (LMKorekCaHoHa)
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Tabnunuya 1

CpegHue 3HayeHuA nﬂOLLl,a,Cl,eVl NMUKOB U pPe3yaibTaTbl onpeaeneHna cogepaHma UMK/I0reKkCaHoOHa B o6p33u.ax 1-4cno-

cobamun 0HOKPaTHOM M ABOMHOWN CTaHAAPTHbIX 06aBOK

Table 1

Average values of peak areas and results of cyclohexanone quantification in the samples 1 —4 by single and double standard

addition methods

Homep obpasua 1 2 3 4
3agaHHoe KonM4YecTBO aHanuTa B obpasue, Mr 28.4 28.4 28.4 37.9
CpenHsa nnowaas nukos ao aobasku, S;x10 6.7 +01 23.5+0.2 6.5+0.1 55+0.3
Macca nepsoit fo6asku, m,, Mr 47.4 37.9 37.9 47.4
CpenHsa nnowais NUKoB nocne nepsoit gobasku, S,x10 18.0+0.4 84+04 151041 12.0+0.6
Macca BTopoi fo6asku, m,, Mr 47.4 37.9 37.9 47.4
CymmapHas Mmacca AByx JobaBok, Mr 94.8 75.8 75.8 98.4
CpepaHsa nnowans NKoB nocne BTopoi gobaskn, S,x10 28.8+0.2 129+0.6 25.2+0.1 20.3+0.8
Macca aHanuta no pesynstatam nepsoi gobasku, M (1), mr 27.8 276 28.8 34.8
OrtHocuTtenbHas norpewxocts  dM (1), % -3.7 -2.8 +1.4 -8.2
Macca aHanura no pesynstatam BTopoit fo6asku, M (2), Mr 28.6 28.5 26.6 35.5
OrtHocuTtenbHas norpewHocTb dM, (2), % +0.7 +0.4 -6.3 -5.8
Pesynbrat akctpanonsauum I, mr 28913 289+ 14 255+ 31 331+£6.5
OtHocuTenbHas norpewHocTb cnocoba ll, dM (11), % +1.8 +2.4 -10.2 12.7
Pesynbrat akctpanonsauuu lll, mr 27.0 26.8 31.0 341
OrtHocuTtenbHas norpewHocTb cnocoba lll, dM (11), % -4.9 -5.6 +9.2 -10.0

C pacTBOpUTENEM — M30MPONUIOBLIM CIIMPTOM MpU
ANUTENbHOM XpaHeHun obpasua.

YcpepHeHHble XapakTepUCTUKM TOYHOCTM BCEX
paccmaTpuBaeMbIX BApUaHTOB CONOCTaBIEHbI B Tabn.
3. [Ins Bcex obpasLoB NpeAcTaBnseT MHTEpeC cpaBs-
HeHWe OBYX BUAOB TaKUX XapaKTePUCTUK: CPeaHNX
abCONOTHLIX OTHOCUTENBHbIX NOrPELLHOCTEN ((hopMyna

3) M cpeaHNX OTHOCUTENbHLIX MOrPELLUHOCTEN C y4eTOM
nX 3HaKoB (popmyna 4).

<|oM.|>=Z|6M.| I N 3) u <6M> =~ Z(6M)/ N. (4)

Hebe3bIHTepeCHO 3aMeTUTb, YTO CPEeOHSIS TOY-
HOCTb BapuaHTa ABOWHON CTaHAapTHOM Ao6aBKM oka-
3anacb, X0Tb U HE3HAYUTENBHO, BCE-TaKN MEHbLLIEN,

Tabnuya 2

CpefHue 3HauyeHU NaoLwanen NMKoB 1 pesyibTaTbl ONPeaeeHns COAepKaHWs LMKIorekcaHoHa B o6pasuax 5 — 8 cno-

cobammn oAHOKpPaTHOM M ABOMHON CTaHAAPTHbIX A06aBOK

Table 2

Average values of peak areas and results of cyclohexanone quantification in the samples 5 —8 by single and double standard

addition methods

Homep obpasua 5 6 7 8

3agaHHOe KoNMYecTBO aHanuTa B obpasue, Mr 37.9 37.9 37.9 104.2
CpeqHas nnowans nukos 4o aobasku, S x10+ 175+ 0.5 18.7+0.4 79+0.2 12.6
Macca nepsoit fo6asku, m,, Mr 47.4 474 47.4 94.8
CpepaHas nnowaab NMKoB nocne nepson fgobasku, S x10 401 0.7 43 £1 20.2+0.2 24.0
Macca BTopoit fo6asku, m,, Mr 94.8 474 474 142.2
CymmapHasi macca AByx 406aBokK, Mr 142.2 94.8 94.8 237.0
CpeqaHas nnowaas NKoB nocne BTopoi aobasku, S,x10 91.6+6.0 68+3 299+0.7 41.6
Macca aHanura no pesynsratam nepson gobasku, M (1), mr 36.7 36.5 30.8* 104.6
OtHocuTernbHas norpewHocTb dM, (1), % -3.2 -3.7 -18.7 +0.4
Macca aHanuTa no pesynsratam BTopoi o6asku, M (2), mr 33.6 36.0 34.2% 102.8
OTHocuTesnbHas norpewHocTb dM (2), % -11.3 -5.0 -9.8 -1.3
Pesynbtat akctpanonsuum I, mr 31.6+3.5 35.7+0.8 35659 | 101.9+21
OtHocuTernbHas norpewHocTs cnocoba ll, dM (1), % -16.6 -5.8 -6.1 -2.2
Pesynbrat akctpanonsuum lil, mr 38.2 37.0 27.4 105.8
OtHocuTesnbHas norpetwHocTb cnocoba lll, dM (111), % +0.8 2.4 277 +1.5

MpumeyaHue: *— KMpHbLIM LWPUOTOM BblAeNeHbl pe3ynbTaTel And obpasua Ne 7, He cosnagatowme B npeaenax 10%.

XapaKTepPUCTUKM TOYHOCTM ANA 3TOrO o6pa3u,a He pacCMaTpumBa v Npu CpaBHEHUN C APYTMMMN.
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Tabnnua 3
CpepgHue 3HaYeHns TOYHOCTU onpeaeneHuii metTogamm
06bI4HOW M ABOMHOM CTAaHAAPTHbIX 406aBOK

Table 3
Average accuracy of determinations by single and double
standard addition methods

[MapameTp TO4YHOCTMK YuncneHHoe
onpeaenexHun

CpegaHsis oTHocUTenbHas norpeLw-
HocTb dM (1), %
TO Xe C Y4eTOM 3HaKoB -2.8
CpefHsis oTHocuTenbHas norpeLw-
HocTb dM (2), %
TO Xe C Y4eTOM 3HaKoB -4.1
CpegaHsis oTHocuTebHas norpeLw-
HocTb cnocoba ll, dM (11), %
TO Xe C Y4eTOM 3HaKoB -6.1
CpegaHsis oTHocuTenbHas norpeLw-
HocTk cnocoba I, dM. (1), %

TO K€ C YY4ETOM 3HAKOB -1.6

3HavyeHune, %

3.3

4.4

7.4

4.9

YeM TOYHOCTb OJHOKpPaTHOW CTaHZapTHOW JobaBku
[4.4 % npotmB 3.3 %, COOTBETCTBEHHO, MO COOTHOLLE-
Huto (3) 1 -2.8 % npoTtuB -4.1 % no cooTHoLweHuto (4)],
4YTO NpeacTaBnseT co00M 4OCTAaTOYHO BaXKHbIN Ans
npakTuyeckom paboTbl chakT. OgHako Bce Nogo0HbIe
cMcTeMaTUYeCKNE OTKIIOHEHNS HE NPEBLILLIAKT OLLEHOK
CryYalHoM COCTaBnNSAOLLEN NOrpeLLHOCT ONpeaeneHunin
MO COOTHOLLEHWMIO (2). TMaBHOM Npu4MHON NpeobnagaHus
NOrPELLHOCTEN OHMX U TEX XKe 3HAKOB CreayeT cumTaThb
ncnapeHue pactTBoputens (M30NponuoBkIA CNMPT C
T, 82.3 °C) B pesynsTrate HEOAHOKPATHOIO OTKPbIBAHUSA
(ans po3mpoBaHus Npob B xpomaTorpadd) hiakoHoB C
obpasuamMm 0THOCUTENbHO HEGOMbLLIOro 06bema (2 Mn).
[dencTBuTenbHO, B 3HaMeHaTenb pacyeTHoW hopMynbl
cnocoba ctaHaapTHoM gobaskm (1) BXoguT pa3HOCTb
BENWYMH (<S,, > 1 <S >). OnHako amu eenuYyuHbl
no o6LeKmMueHbIM NMpuYyuHam onpeodesissiom He
00HOBPEMEHHO: CHa4Yana nony4atoT Habop 3HaYeHUN
{S,} v Tonbko nocne aToro (T.e. Ans 6onee KOHUEHTPK-
pOBaHHbIX PacTBOPOB) Habop 3HaueHwi {S . }. 310
MPVBOAMT K 3aBbILLEHMIO X PA3HOCTM W, CIIE[OBATENLHO,
K CUCTEMATMYECKOMY 3aHWXKEHUIO Pe3ynbTaToB KOMK-
YeCTBEHHbIX onpeaeneHnn cnocobom ctaHgapTHON
fobasku. [ina ycTpaHeHusl (ToYHee — MUHUMU3aL/N)
nofobHbIX OLWMOOK criegyeT pekoMeH40BaTh MCNOSb-
30BaHNE MEHee NeTy4mx pacTBOPUTENEN U XPaHEHNE
00pa3uoB B repMeTUYECKM 3aKpbITbIX orlakoHax npu
MOHWXKEHHBIX TEMMNepaTypax.

BTopon npu4nHOn, NpMBOASALLEN K NCKAXXEHMIO
pe3ynbTaToB KOJNIMYECTBEHHbIX ONpeaeneHunii, Ho
y>Xe C MPOTMBOMOSOXHLIMW 3HaKkamu, crnegyeT cuum-
TaTb pa3basneHue npob. [leno B ToM, YTO BBEAEHME
cTaHgapTHoM fobaBky B aHanuanpyemMble obpasubl
XOTb W HE3HAYUTENBHO, HO YBENNYMBAET UX 0OBEM.
CnepoBaTenbHo, usMepsieMble A4Ns Takmx pa3dbaBneH-
HbIX 06pa3L0oB Nrowanmn NMKoB {Smoﬁ} OKasblBaloTcs
HECKOMbKO 3aBbILLEHHbIMMW, @ pPe3ynbTaThl aHanmaa,

152

COOTBETCTBEHHO, 3aHWXEHHbIMW. [INsg komneHcauum
NoAo6HbIX 3P HEKTOB B HEKOTOPbLIX MOAMPUKALNAX
pacyeTHbIX oopmyrn cnocoba cTaHgapTHon gobaBku
npesycMoTpeHbl KO3 PULIMEHTLI, KOMMEHCUPYHOLLE
nofo6Hble pasbaBneHus, aumenHo (v, /v,, < 1)nepen

Xx+006

<S, .06~ B Popmyne (1) [14]. C yueTom 3T0r0 pesynstu-

pylouiee COOTHOLWEHNE npmo6peTaeT CJ'Ie,EI,yIOU.I,I/II7I BUA:

Mx = Mo55x/ [(1")( ! Vx+n06)Sx+a06 — .Sx] (5)

HecMoTpsi Ha TO, YTO 3HAYEHUSA COMHOXMTENS
(V| Viepos) MPM V,~ 2 M M v, ~ 50 MKN cocTaBnsitoT
npubnuantensHo 0.98, ero BNusiHWe Ha pe3ynsraThbl
BeCbMa 3aMeTHO. YueT (akTopa pasbaBneHunsi npob
NPVBOAMT K YBEMNYEHNIO PE3YNbTaToB, NOMyYaeMbIX
crnocobom ogHOKpaTHOW CcTaHAapTHOW fo6aBku, Ha
~1 %, a ABOMHOM — Ha ~2 %, YTO HECKONbKO KOMMEH-
cupyeT obcyxxgaemoe BbIle NX cucteMaTmyeckoe
3aHWKeHMe 3a CYEeT ncnapeHus pacteoputens. Tak,
Hanpumep, pe3ynbTaTel aHanu3a obpasua 1 (tabn. 1)
no doopmyre (5) B criyvyae oaHOKpaTHOM CTaH4APTHON
nobaBkn okasbiBalOTCA paBHbiMK 28.8 Mr (BMecTo
27.8 wr), a gponHon — 30.5 BmecTo 28.6. B uenom xe,
OLUMOKU KONMYECTBEHHBIX ONpeaeneHnii onpeaensTcs
COBMECTHbIM AeNCTB1EM 0O0UX yKa3aHHbIX (hakTOPOB.

lMoepewHoOCcmMu pa3slu4yHbIX 8apUuaHmMoe8 3Kc-
mpanosisyuu pe3y/ibmamoe KoJIu4eCmeeHHbIX
onpedesieHull cnocob6om deoliHOU cmaHAapmHoU
dobaeku. [Nocre cpaBHEHWS pe3ynsTaToB, NoNyYaeMbIX
cnoco6amu 06bIMHON 1 OBOWHOW CTaHAAPTHON A06aBKM,
uenecoobpasHo paccmoTpeTb ABa BapuarTa (Il n lil)
nx skctpanonsauun. MNepBbii BapnaHT — obpaboTka
JaHHbIX B KOOpAMHATAX «MioLiab N1MKa onpeaensiemMoro
KOMMOHeHTa» (S) — «macca Aobasku» (m, ) METOAOM
HavMMeHbLUMX KBagpaToB. Kak cnegyeT M3 conocTas-
NEeHNs cpeaHUX XapakTepUCTUK TOYHOCTU pasHbIX
BapuaHToB (Tabn. 3), TOYHOCTb NOfyYaeMbIX 3TUM
CrocoBboM 3KCTPanonMpOBaHHbIX 3HAYEHWUI M HECKOIbKO
ycTynaeT pesynsrataM HenocpeaCTBEHHbIX OnpeaeneHuii
(7.4 % 6e3 yuetan-6.1 % ¢ y4eTOM 3HAKOB OTKITOHEHMNA).
IMpUYMHONM 3TOrO COCTOMT B TOM, YTO BblYMCIIEHNE
3HaYEHMI, SKCTPaNonNMpoBaHHbIX Ha BenuumHy m_ =0,
MPVBOAUT HE K KOMMEHCAaLIMM BO3MOXHbIX MOTPELLUHOCTEN
onpefeneHui, a, HaobopoT, K HEKOTOPOMY YBEMUYEHNIO
pa3bpoca faHHbIX. Takum 06pasom, 3TOT LUMPOKO UC-
NOMb3yeMbIVi MPUEM HE UMEET OTHETITNBO BbIPaXKEHHbIX
NPeVMYyLLECTB MO CPaBHEHUIO C NpocTenwnmn (6e3
AononHutTensHo o6paboTku AaHHbIX) BapuaHTamm
OLHOKpaTHOW 1 OBOVHON CTaHAAPTHbIX 4OOaBOK.

Ecnu xe roBopuTb 0 nocnegHeM n3 obcyxxaaembix
BapnaHToB 06paboTKM AaHHbIX, NpeanonararLLem
3KCTPANoNALMIO NONTyHaeMbIX Pe3ybTaToB Ha «HyIe-
BYIO» BENMYMHY CTaHAapTHOW fo6aBKu (m_ &= 0), To,
MOXXHO rofaraTtb, YTO B HEM BO3MOXXHbI€ UCKaXXeHUs
pes3ynbraToB, 0OYCMNOBMNEHHbBIE KaK UCMIAapeHMeEM pac-
TBOpUTENS, Tak U pa3basneHnem o6pasLioB, B TOM UK
WHOW CTENeHN MOryT KOMMEHCHpoBaTbCs. PaccMoTpeHune
JaHHbIX Tabn. 3 nokasbIBaeT, YTo cpeaHue abcontoTHbIE
3Ha4YeHMs OTHOCUTENbBHBIX NOrpeLHocTen (opmyna
2) B 3TOM CIly4ae HaxoasaTca Ha YPOBHE ABOWHOM
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cTaHgapTHon gobasku (4.9 %). OgHako cpegHue 3Ha-
YEHUS OTHOCUTESbHbBIX NOTPELUHOCTEN C YY4ETOM UX
3HakoB (tbopmMyna 3) okasbiBalOTCA MUHUMaNbHbIMA
(-1.9 %) no cpaBHeHWIO C Apyrumn BapmaHtamm obpa-
OOTKM AaHHbIX, Noy4YaeMbix crnocobamm obbIYHON 1
OBOVIHOW cTaHgapTHon gobaeku. [JOnonmHMUTENbHO K
npenmyLlecTBam 3TOro BapuaHT criegyeT OTHECTU
€ro NpMMeHMMOCTb K obpasuam, MaTpuLbl KOTOPbIX
obrnagatoT copbumoHHbIMK cBoncTBaMu [14-17].

3AK/TIOMEHUE

Taknum obpaszom, nokasaHo, YTO NpoBefeHne
cepuii xpomaTtorpaguyeckmx UIsSMepeHuin CTyaeHTamu
eLLe Ha HayanbHbIX 3Tanax u3y4eHuss UMy XxpoMaTorpa-
dryeCcKnX METOL0B, XapakTePU3YETCs PSOOM BaXHbIX
npeuMyLLecTB. [NMaBHOE 13 HUX — COMOCTaBUMOCTb TaKMX
N3MEepPEHNn No TOYHOCTU, MOCKOSbKY OHM OCYLLECT-
BNSTCA NapasnfenbHo U He UCKaXXeHbl pasfiMyHON
KBanudgvkaumen XMMUKOB-aHaNMTUKOB. Takasi opraHu-
3aLmMst IKCMEPUMEHTOB MO3BOJIAET UCKITHOUNTL BOSMOXHbIE
BapuaLmm TOYHOCTU B CepuUsiX nocrnefoBaTerbHbIX
onpepeneHunin, 0bycrnoBrneHHbIe HaKOMNMEHWEM OMbITa
paboThbl 3KCNEepMMEHTATOPOB B MpoLecce aHanmaa
OLHOTUMHbIX 0Opa3LoB.

MoaTBEPXKAEHO HanMyne OBYX OCHOBHbIX MpK-
YUH CHUXXEHUS TOYHOCTM onpeeneHunin cnocobom
cTaHgapTHon JobaBKku, kKak B OAHOKPATHOM, TakK 1 B
OBOWHOM ero BapmaHTtax. [naBHOM U3 HUX sBNsSieTCA
CUCTEMaTUYECKOe 3aHMKEeHNe pes3ynbTaToB 3a CYeT
ncnapeHusi pacTBopuTens B npouecce nocrneaosa-
TeNbHOro J03MpoBaHnst Npob OOHMX 1 Tex e obpas-
LoB B xpomatorpad. Bropon caktop, NpMBOAALLMIA K
HEKOTOPOMY 3aBbILLEHWIO Pe3YNbTaTOB ONpeaAeneHni

— yBenu4yeHne obbvema obpasuoB 3a cyeT fob6aBoOK
onpegensemMbiX KOMMOHEHTOB.

MokasaHo, Y4TO pasnnyHble BapuaHTbl cnocoba
CTaHOapTHOM J06aBKN xapakTepuayTcs ConocTaBu-
MOW TOYHOCTbIO, HO NyYlUMe pe3ynbTaThl (C y4eToMm
3HaKOB MOrpeLuHocTen) obecneynBaeT BblYUCIEHNE
CcoAepXaHus onpenenseMoro aHanmaa gns Kaxaomn
13 4o6aBOK C NocrenyroLLen Nx akcTpanonaumen Ha
«HYneByl» BenuuuHy gobasku. CnegoBaTenbHoO, B
3TOM BapuaHTe BO3MOXHa KOMMeHcauus BrMSHUS
PasnnYHbIX UCTOYHMKOB NMOrPELLIHOCTEN.
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