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Moctynuna B pegakuunto 1 ceHtabpsa 2014 r.,

nocne ucnpaeneHnst — 23 okTabpsa 2

OfHVM 13 MeTOA0B KONMYECTBEHHOTO XpOMaTorpadnyeckoro onpeaerneHns aHanmMToB B CIOX-
HbIX MaTpuuax, obrnagaroLwmx copbLMOHHBIMI CBOMCTBaAMU, ABNSETCS MOANGULIMPOBAHHBIA MeTos
ABONHOro BHYTPeHHero ctaHaapTta. OH OCHOBaH Ha BBEAEHUMN U3BECTHbBIX KOMMYECTB ABYX FrOMOIO-
roB onpefensemMbiXx COeANHEHUN HEMOCPEACTBEHHO B UCXOAHbIEe 06pasLbl. Takon cnocob obecne-
YMBaET BbICOKYH TOYHOCTb OnpederneHnii BHe 3aBUCMMOCTU OT NOTEPb KOMMOHEHTOB Ha BCEX CTa-
AVSIX MOArOTOBKU Npo0.

Bo3moxHoCTU MeToda NpoAeMOHCTPMPOBaHbI Ha MoAenbHbIX 0bpasuax, nonyvyaembix HaHe-
CeHMeM MNonsipHbIX ankaHkapboHOBLIX KUCIOT Ha NONspHbIA copbeHT Cununop 75 ¢ ux nocneayto-
MM 3KCTparmpoBaHUeEM W NpeBpaLLeHneM B NPOU3BOAHbIE (3TUMOBbLIE 3PUPLI) A1s ra3oxpomaTo-
rpacpuueckoro aHanusa. OTHoCUTENbHbIE NMOTPELLUHOCTY onpedeneHun coctaBnatoT (-1)-(-8) %, yuTo
CYLLLECTBEHHO MEHbLUE, YeM ApYyrMMu metogamu. MNokasaHo, YTo 3TOT CNOcob NPUMEHMM B Criyvasix
NpUCYTCTBUSI TOMOSIOTOB OMNpeAensieMbIX aHanuToB B UCXOAHbLIX 06pa3sLax 1 MoXeT ObiTb pacnpo-

014 r.

CTpaHeH Ha NMtoboe YMCno aToMOB yrrepoia B MOSeKynax Takux CTaH4apToB.

EOVHCTBEHHBIM CyLLLECTBEHHBLIM OrpaHMYeEHNEM METOAA ABONHOIO BHY TPEHHETO CTaHaapTa siB-
NsieTcst 4OCTYNHOCTb 0Opa3LIOB CPaBHEHMS LieNEBbIX aHaNMTOB.

Knroyeenie cnnoea: KonnyecTBeHHbIN XxpomaTtorpaduyeckuii aHanms, acpdekTel MmaTpuy, noa-
roToBka npob, noTepu aHanUToB, AecopbLms, IKCTparMpoBaHue, NonyyYyeHne Npon3BoaHbIX (AepuBa-
TM3auus), MeTon ABOMHOIo BHYTPEHHEro ctaHgapTa.

3eHkeBu4 Uropb MeoprueBuy — O.x.H., npocheccop kacdenpbl OpraHNYeCKOn XMMUUN UH-

ctutyta xumum Crery.
O6nactb Hay4HbIX WHTEpPecoB:
TU(pMKaLUs HeU3BECTHbIX BeLLEeCTB.

ABTop/coaBTOp 6onee 550 nybnukauunn.

Xpomarorpacmuueckme MeTonbl

aHanusa, uaeH-

KoponeB KoHcTaHTMH MuxannoBuy — BbINYCKHUK flabopaTopum ra3oBon xpomartorpa-
¢uu kadeapbl opraHn4Yeckom xummum xummnyeckoro cakynorerta Crory.

O6nacTb Hay4YHbIX MHTEPECOB: OPraHMYe€CKUM aHanu3, XMMus HaHOpPa3MepHbIX YacTuL,

CoaBTop nATM Nyonukauum n AByX NaTeHTOB.

BBepgeHune

BOonbLUMHCTBO METOAOB KONMYECTBEHHOIO XPO-
maTtorpadmyeckoro aHanusa (BHeWHero craHaapTa,
abCcontoTHOW rpagyvMpoBKN, BHYTPEHHErO CTaHAapTa
N BHYTPEHHEeN HopManusauuun) npegnonaratT onpe-
AeneHune LeneBbiX aHanuToB He B UCXOAHbIX 06pas-
uax, a B nogrotoBneHHbIx npobax [1-3]. JocTuxeHne
HeobXxoAnMoW TOYHOCTU onpeaeneHuin TpebyeTt go-
CTaTOYHO BbICOKMX CTENeHeln U3BneYeHns aHanmToB
13 0bpasLoB, YTO TPyAHO 0becneymnTb, ecnm ux ma-
Tpuubl 06rnagatoT copOLMOHHBIMU CBOMCTBAMU UMK
Hey4OoBMNEeTBOPUTENBbHBIMWU PEOSIOTMYECKMMU XapakK-
Tepuctukamun. Metog ctaHgapTHom gobasku (CA) no-
3ULIMOHUPOBAH AN NPUMEHEHNS UMEHHO B MOA0OHbIX
CNOXHbIX criyyasix [4-6]. OgHako, Kak nokasana npo-

BEpKa ero BO3MOXXHOCTEN Ha NpuMepe cneunanbHo
NpUroToBIEHHbIX 0bpasuoB (rMapodobHble aHanu-
Tbl B rnAp0od0o0HbIX MaTpuLax B MPUCYTCTBMUN MMApPO-
0oOHbIX COPOEHTOB UK, Vice versa, rmapodunbHble
aHanuTbl B rMApPOUIbHbIX MaTpuLiax B CMECsIX C -
apoduneHeiMu copbeHTamu) [7], BocTuxkeHne Heob-
XOAMMOW TOYHOCTW OMpefeneHni Yacto npegnona-
raet 4ONoNHUTENbHble Moaudukauum metoga. K Hum
OTHOCUTCS, BO-NEPBbIX, NCMOMb30BaHNE HECKOMbKNX
(nocnepoBaTtenbHbIX N NapannenbHbIX) cTaH4apT-
HbIX 0BaBOK C NocrneayoLLen akcTpanonsaunen pe-
3ynbTaToOB Ha UX «HYNeBble» UNN «B6eCKOHEYHO BOorb-
wne» 3HaveHus [8-10]. dpyron npmem — UCKyCCTBEHHOE
npespaLleHne obpasLoB CNOXHOro cocTasa B rete-
pocbasHble CMCTEMbI C MOCNEAYHOLLMM aHanu3om as,
CcoAepXallyx MeHbLUNe KONnYecTBa MeLLatoLmnX Kom-
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MOHEHTOB. B xpoMaTo-mMacc-CnekTpoMeTpum U3BECTEH
Takou cnocob, kak n3oTonHoe paszbaBneHune, npeano-
naraoLwuin BBegeHne N30TOMHO-MEYEHbIX aHanoros
LieneBbIX aHanNUTOB B aHanunampyemMblie obpasubl. Of-
HaKo BCe NnepeyncrieHHble Cnocobbl KONMMYECTBEHHOMO
aHanmsa TpebytoT NMMbo LONONHUTENbHbBIX SKCNepu-
MeHTanbHbIX onepauui (1, cnegoBaTenbHO, COOTBET-
CTBYIOLLMX 3aTPaT BPEMEHW), NMMBO NOUCK (U1 CUHTES)
TPYAHOOOCTYMHbIX 06Pa3L0B CPaBHEHMS.

CpaBHuUTENBbHAsA XapakTepucTMka MeTogoB Ko-
NMYECTBEHHOro XpoMaTorpadgmyeckoro aHanmsaa no
TaKUM KpUTEPUSM UX MPUMEHMMOCTU K obpasLam co
CNOXHbIMW MaTpuLaMun Kak HeoBXoaMMOCTb UCMOSb-
30BaHus 4OMNONHUTENBHOrO 060pYyAOBaHMS, BCNOMOra-
TenbHbIX Onepauymin NOAroToBKM Npob unmn rpagympos-
K1, BO3MOXHOCTb ONpefeneHns CoaepxaHus aHanura
B 0bpasuax BHe 3aBUCHUMOCTU OT Ux obbema (m ), adh-
(PEKTUBHOCTb KOMMEHCALMMN HEMOMNHOTLI N3BMEYEHMS
aHanWToB U3 MaTpuL, U OLeHKa 3aTpaT BPEMEHU MpU-
BegeHa B 1abn. 1.

[Mounck onTManeHbIX CNOCOOOB KONMMYECTBEH-
HOro aHanusa nogo0HbIX 06pa3LoB 3acTaBNsAET Npo-
OOIMKUTb pacCMOTPEHNE BO3MOXXHOCTEN MeToAa ABON-
HOro BHyTpeHHero ctaHgapta (OBC), TouHee — ero

MoandmLuMpoBaHHOro B pabotax [11, 12] BapuaHTa.
B o6bluHOM MeTofe BHyTpeHHero ctaHgapTa (BC) B
NoAroTOBMNEHHbIE K aHanu3y npobbl BBOAAT M3BECT-
HO€ KONIM4eCcTBO cTaHaapTa (m_ unu c_):

m vnmc, = (m_vnmc,)k

xlcT

SIS, ., ©)

d(m wnmc,) ~ [k, )2 +8S, /S, A", )

feT

roe K., — NpeaBapuTenbHO onpeaeneHHbIn kKoaddu-
LUMEHT YyBCTBUTENBHOCTM OETEKTOPA K ONpeaensemMo-
MY COEAMHEHMI0 OTHOCUTENbHO CTaHaapTa; S U S
— Nowagmn COOTBETCTBYIOLLUMX MUKOB; & — CUMBO OT-
HOCUTENBbHOW NOrPELUHOCTY; dX = Ax [ <x>, %.
BapuaHT gBoMHoro craHgapTta npeanoxeH M.C.
Burgepraysom B 1986 1. [13]. OH npegnonaraeT BblYMC-
NeHne CPeaHVX reoMeTPUYECKNX 3HaYeHU (m_ nnn
¢,) N0 ABYM pa3nnyHbIM KOMMOHEHTaM, HO He npeayc-
MaTpUBAET HMKAKUX CrieumnanbHbIX YyCIOBUA UX BbIOO-
pa. [Ing ynpoweHus 3anucu 3gechb n ganee opmMyrbl
npeacTaBfeHbl 4118 CyMMapHbIX KONTIMYECTB aHanuToB
B obpasuax (m ), a He nx KOHLEeHTpauun (c ):

mx = Sx |:(rncr(1) kX/CT(1) / SCT(1))(mCT(2) kXICT(Z) / SCT(Z))]1/2 . (3)

Tabnuua 1

CpaBHWTenbHas xapakTepucTka MeTO40B KOJIMYECTBEHHOIO XpoMaTorpaduyeckoro aHanmsaa no Kputepusm nx
NMPUMEHUMOCTM K 06pasiiam CO CIOXHbIMY MaTpuLaMu

MeTon aHanusa Heobxoau- HeobxogumocTtb Ao- | BoamoxHocTb onpe- | KomneHcauwus 3atpatbl
MOCTb NONHUTENbHbIX OMe- | AeNeHUs CyMMapHO- HEenosHoTHI BpEeMeHM
MCMNomnb30- pauun (NnpuroToBne- | ro cogepXaHusi aHa- n3BneYeHns
BaHWs cneuun- | HUe JOMONHUTENBHBLIX nnTa B UCXOOHOM aHanuToB un3
anbHoro o6o- | npo6, rpagyupoBka) obpasue 6e3 yyeta NCXOOHbIX 06-
pyaoBaHus unun obpasuos ero obbema pasuoB

BHelwHero ctaHgapTa HeT ecTb HeT HeT HU3KNe
AbcontoTHOM rpaay- HeT ecTb HeT HeT BbICOKUE
NPOBKU
BHyTpeHHero cTaH- HeT ecTb HeT HeT HU3KNe
napta
M3oTonHoro pasbas- ecTb ecTb ecTb ecTb HU3KNe
neHus (B xpomaTo-
Macc-CnekTpo-
mMeTpum)
BHyTpeHHen Hopma- HeT HeT HeT HeT HU3Kne
nmsaumm
CtaHgapTHoOW go- HeT HeT ecTb +* HU3KMe
6aBku
MocnepoBaTenbHbIX HeT ecTb ecTb ecTb BbICOK/E
CTaHZapTHbIX foba-
BOK
CrtaHaapTHbIX J0- HeT ecTb ecTb ecTb cpenHue
6aBok B retepodas-
Hble CUCTEMBI
[BOWHOro BHYTpEH- HeT HeT ecTb ecTb cpea-
Hero ctaHgapTa Hue**

MpumeyaHus: *) B 3aBMCUMOCTM OT CIIOXXHOCTM M CBOWCTB MaTpuL, aHann3upyembix 06pa3uos; **) 6e3 yyeTta 3aTpar Bpeme-

HW Ha NOWUCK HEOOXOAUMBbIX CTaHO4apTOB-roMosioroB.
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Takon nogxopn ObiN peKoOMeHAOBaH AN UCKITHO-
YeHus cnyvanHbIX BbIOpOCOB (MpoMaxoB) pesyrbTa-
TOB OnpeneneHun BcreacTane, HanpMmep, ownbok
npv B3sTUN HaBecok. OgHaKO MHOTOMNETHUI ONbIT 04-
Horo n3 aBTopoB (M.3.) oBy4eHns cTyaeHTOB noka-
3bIBAET, YTO NOA0OHbIE MOrpeLHoOCTH, B OTNINYME OT
Opyrux, BCTpPeYarTCs UCKIUNTENbHO peako. B pe-
3ynbrarte, Takow BapuaHT metoga [BC He nonyymn
pacnpoCcTpaHeHus:, Tak Kak NPMBOAUT K HepaLMoHarb-
HOMY YBENUYEHUIO 3aTpaT BPEMEHU 13-3a Heobxoau-
MOCTM NpeaBapuUTENbHOro onpeaeneHms OByx Koad-
(PULIMEHTOB OTHOCUTENBHON YYBCTBUTENIBHOCTU K, 1
BO3paCTaHMIO Cy4anHOW COCTaBMAOLLEN MOrpeLLHO-
CTM ONpeaeneHni kak 3a cHeT ABYX 3HaYeHUn K, Tak
¥ ABYX OTHOLWWeHWN (S / S ) BMECTO oaHOro.

OpHako no3xe 6bino yctaHoBneHo [11, 12], uto
crneumanbHbIi BbIGOp ABYX BHYTPEHHUX CTaHAapTOB
npespataeT metog ABC B oguH u3 Hanbonee Tou-
HbIX CNOCOOOB ONpPeAeneHns COAepPXKaHNsl LieneBbIX
aHanuToB B NMtobbIX Matpuuax npu UCnonb3oBaHum
pasnuMyHbIX cnocoboB NOAroToBKM Npobd u, crieqosa-
TenbHO, NPY JIObIX YPOBHSX NOTEPb ONPeaenieMblX
COeaNHEHNIN Ha 3TOW cTaguun. ATO BO3MOXHO, eCnu
BblOMpaeMble BHYTPEHHME CTaHOapTbl NpeacTaBns-
0T cODOOI He MPOM3BOSIbHbIE COeAMHEHNS, a Npeabl-
OyLwmMiA 1 nocneayoLwmnin roMmonoru onpegensieMbix
aHanuToB. [lpyrMMmn cnoeamu, €Criv YMCIio aTOMOB
yrnepoza B Mofekyrne LeneBoro aHanvra paBHo n, To
B CTaHgapTax OHO AOIMKHO B6biTe (1 - 1) u (n + 1). Us-
BECTHO, YTO MpaKTMYeCcKn Ntobble CBOMCTBA rOMOSIO-
roB (A) NOAYNHSIOTCS PEKYPPEHTHBIM COOTHOLLEHMUSM
nepsoro nopsigka: A(n + 1) = aA(n) + b [11, 12, 14]. Ort-
ctofa crniefyeT BO3MOXHOCTb X UHTEPMONALMU cpes-
HVMUW reomMeTpudecknmmn 3HaveHnamm, A(n) = [An - 1)
A(n + 1)]"2, nexauas B ocHoBe MmeToaa [1BC (ypas. 3).
Mpu Takom BeIGOpE CTaH4APTOB HET HEOOXOAMMOCTH
npeaBapuTernbHOro onpeaeneHnsa KoadPULNeHToB
K. .. (WX TOMOnornyeckre Bapnaumm B3aMMHO KOMMEH-
cupyroTcsa), Tak 4To dhopmyna (3) TpaHcdopmupyeTcs
B Boree NpocToe COOTHOLLEHME:

mx = Sx [(mCT(1)/ SCT(1))(m / SCT(Z))]1/2 - (4)

cT(2)

MokasaHo, 4To MoamuumnpoBaHHbIi MeToa OBC
obecneyrBaeT BbICOKYIO TOYHOCTb OnpeaeneHuin npm
MCMNONb30BaHMM TaKMX Onepauuii NOAroToBKM Npob, kak
XXMOKOCTHas 1 ra3oBas (napodasHhblil aHanu3) aKCTpak-
ums, neperoHka (KOHLEHTpUpOBaHME B KOHOEHCaTax
napoB) N OTFOHKA pacTBOpUTENS (KOHLEHTpUpPOBaHME
B KyboBbIx ocTaTkax) [11, 12]. OgHako npoBepeHHbIe
BapuWaHTbl HE MCYepnbIBalOT BCe MHOroobpasve pas-
NNYHBIX CNOCco60B 1 BapnaHTOB NOArOTOBKM Npob. Ha-
cToswan paboTta nocesLleHa pacnpocTpaHeHNo BO3-
MOXHOCTEN MmoandunumMpoBaHHoro BapmnanTa [1BC gns
onpeaeneHnst NoNsipHbIX aHanMToB B Npobax, MaTpu-
Lbl KOTOpbIX 06nagatoT copbuMOHHBIMU CBONCTBA-
MM, B COMETAHUUN C AOMOSHUTENbHbLIM NMOJTyYEHNEM
UX NpOM3BOAHLIX (AepuBaTu3auus). Kpome Toro, pac-
CMOTPEHbI HEKOTOPbIE BaXKHble acneKkTbl CaMUX aHa-
NN30B, B TOM YMCIie 0COOEHHOCTU UX BbINOMHEHNS B

crny4ae BO3MOXHOMO MPUCYTCTBMSA FOMOSOrOB onpe-
AensiemMblx aHanMToB B 06pasiuax 1 npu Ucnonb3oBa-
HUM MoBbIX FOMONOroB (He 06513aTenNbHO CoceaHNX) B
KavyecTBe BHYTPEHHUX CTaH4apToB.

JKcnepuMeHTasrnbHas 4acTb

lMpueomoeneHue obpa3yoe u Nnodzomos-
Ka npo6. B kauecTBe MoAenNbHbIX UCMONb30Banu 0b-
pa3ubl, MoNy4Yaemble HaHECEHNEM ankaHkapOOHOBbIX
kucnor C,, (naypuHosas), C. ., (TouaekaHosas), C,, (Mu-
puctuHosas), C,, (neHTagekaHosasi) u C,, (nansmutu-
HoBasl) Ha NonspHbIN copbeHT Cununop 75 (LaChema,
YCODP, ppakums 0.16-0.20 mm). HaHeceHne npoBoau-
nuwns pacteopos B CHCI,, maccosas gons kucnor 1-3
%. dobaBneHne BHyTPEHHNX CTaH4APTOB K TakUM 00-
pasuam nposoaunu us nx pacteopos B CHCI, (2 mn
pacTBopa Ha 1 r obpasua), coBmeLasi Co CTaaunen
3KCTpaKumMu aHanuTtoB. [ns noBbiLEHNS] MIHTEHCUB-
HOCTW MaccoobmeHa un obecnevyeHnss HeobxoaMMon
cTeneHun gecopbuumn NonsipHbIX aHanMTOB C MONAPHO-
ro copbeHTa 6bIM NPOBEpPEHbI cneaytoLLme cnocobbl
(NO OTAENbHOCTU U B COMETaHUSIX) AONONHUTENBHON
06paboTkm npob:

— MPOJOIKMTENBHOE 3KCTparmpoBaHue (He MeHee
12 yacos);

— pobaBka NonsipHbIX KOMMNOHEHTOB (BbITECHUTENEN),
copbupyowmnxcs nyyile, 4em aHanuTbl (MPUMEHSNN
n30bITOK MMMLUEeprHa, CoaepKaLlero Tpu rmapoKcusb-
HbIX rpynnbl B Monekyne). [Npu ncnonb3oBaHMn xpo-
MaTorpadmyeckor KOMOHKM C MONAPHOM HENOABUXKHON
aszon OV-225 nuku rmuuepuHa He permcTpupyoTes;
— obpaboTka ynbTpa3ByKOM (yNbTpa3BykoBas BaH-
Ha Y3B-1,3; 35 kI'y; 60 muH npu Temnepatype 40 °C).

OKCTPaKTbl OTAENSANM OT MaTpuL, AeKaHTaunen
(nonHoe n3BneyeHne He TpebyeTcs), KOHLEHTPUPOBA-
N NyTEM OTFOHKW pacTBOpPUTENS Ha BOASHON 6aHe [0
o6bema 200-300 mMkn (ToYHOE onpefeneHne obbema
KyboBoro octatka He TpebyeTcs) u HenocpeaCTBEH-
HO Mepea aHanu3oM NepeBOANIN KUCMNOTbI B UX 3TK-
nosble adupbl 06paboTkor 0.3 M OpTOMYypPaBbUHOIO
apupa (n,?° = 1.388, cnpaBoyHoe 3HadeHve — 1.391),
cofepxallero okono 7 % npumecen ataHona u aTun-
dopmmaTa (xpomaTorpadnmyeckmnini KOHTPOIb) B Npu-
CYTCTBUM KaTanmUTUYECKNX KONMYECTB CEPHON KUCMOThI
npu 100 °C B Te4yeHue 1 MuH (onpegenexHne cteneHun
KOHBepcun He TpebyeTcs):

RCO,H + CH(OCH,), / (H*) = RCO,C,H,

+ CHO,C,H, + C,H,OH.

Takow peareHT paHee He Ucnonb3oBanu A4ns no-
nyYeHns NPOM3BOAHbIX OpraHnYeckmx kucnot [15]. Ans
NOATBEPKAEHUSA UHAMBUAYANbHOCTM UCXOAHbIX Kap-
BGOHOBbIX KMCMOT U 06pa3oBaHKa ITUNOBLIX 3UPOB
onpeaensany nHAekcol yaepxvsanus (RI) npogykTos
peakunn Ha WCOT-konoHKe CO cCTaHAApTHOW HeMo-
NAPHOW NONUANMETUNICUITOKCAHOBOW HENOOBUXHOW
dason OV-101 (tabn. 2):

YacTb npeaBapuTeribHbIX 9KCNEPUMEHTOB NPo-
BefeHa c 0bpasLioM MUPUCTUHOBOM KUCMOThI, cCoaep-
)KaHne OCHOBHOIO KOMMOHEHTa B KOTOPOM COCTaBIs-
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Tabnuua 2

OKCnepMMeHTanbHbIE Y CNPaBOYHbIE 3HAYEHNSA MHAEK-
COB yAepXVBaHNSA 3TUNOBbIX 3¢PMPOB ankaHkapboHo-

BbIX kucnot C,,—C,,

OTunosbIn ahnp RI... F\’ICnpaB [16]
C,H,,CO,C H, 1575 £ 2 1579 £ 4
C,,H,,CO,C.H, 1676 + 3 1677 £5
C,;H,,CO,C H, 1774 + 4 1778 + 5
C,,H,,CO,C,H, 1877 £ 4 1880 + 4
C,H,,CO,C,H, 1979 £ 3 1979 £ 5

no ~80 % (ocTanbHOE — He AeTEKTUPYEMbIE NPUMECH),
YTO yUMTbIBaNu BBeAEHMEM COOTBETCTBYIOLLErO MO-
NpaBOYHOro Ko3hdmumeHTa.

Ycnosus 2zasoxpomamozpaghuyecKozo aHa-
nu3sa. AHanu3 npob nposogunu:

1. Ha razoBom xpomaTtorpade LiBeT-500M ¢
NAaMeHHO-MOHN3aUNOHHBIM AETEKTOPOM U CTEKISIH-
HOM HacagO4YHOM KOSTOHKOW OIMHOM 2 M U BHYTPEH-
HUM gruameTpom 3 MM ¢ 5 % nonsapHou asbl OV-225
Ha XpomaTtoHe N Cynep (dppakumsa 0.25-0.315 mm) B
pasnMYHbIX pexnumax NporpaMmMmMpoBaHnst Temnepa-
Typbl 0T 60-100 go 200-250 °C co ckopocTbto 4-6 °C/
MUH. [a3-HocuTenb a3oT, 06beMHasi ckopocTb 25 mn/
MUH. OBpaboTKy AaHHbLIX NPOBOAUNN C UCMOSL30Ba-
Huem MO «MynsTnXpom» (AMnepceHg, Mockea, Bep-
cus 15). [Ina go3mpoBaHms Npo6 UCNonb30Banu WNpULY
MLL-10, o6bem npob 1 mkn.

2. HarasoBom xpomatorpade buoxpom-1 ¢ nna-
MEHHO-MOHU3aUNOoHHbIM feTekTopom n WCOT KonoH-
KOW 13 NnniaBfeHoro keapua ASIMHON 25 M, BHY TPEHHUM
anametpom 0.25 MM 1 TOMLWKUHOW NfEeHKM CTaHAapT-
How HenonsipHow gasbl OV-101 0.25 MKM B pexmumax

nporpammMmupoBaHunsa Temnepatypbl ot 60-100 go 220
°C co ckopocTbto 6 °C/MuH. la3-HocuTenb asoT, nu-
HelHasa ckopocTb 24 cm/c. [leneHne notoka npu BBO-
ae npo6 1 : 30, o6bem npob 0.4-0.6 mkn. Ansa name-
peHus NapaMeTpoB XpoMaTorpaduyeckmx CUrHanos
ncnone3oBanu nHterpatop TR-2213 (AnoHwus). Ons
onpeneneHns NHOEKCOB yaep>XUBaHMsa MCNonb30Ba-
nu cmechb H-ankaHos C, -C, ¢ YeTHbIM Y1Criom arto-
MOB yrriepofa B MofieKkynax.

Heobxognmble onsi pacyeToB nroLwaan nmkos
BbIYMCMANN yCpeaHEHNEM pe3yrnbTaToB Tpex napan-
nenbHbIX onpeaeneHn.

PesynbTathbl M X 06cyxaeHue

[ns konnyecTBEHHOro onpeaeneHns cogepxa-
HKS ankaHKapOOHOBbIX KUCMNOT B MOAENbHBIX 0Bpa3uax
HeobxoavMa gecopbuus LenesBbix aHanMToB (cogep-
XaT aKkTMBHble aTOMbl BOAOPO4A B cOCTaBe Kapbok-
CWMbHBIX FPYMM) ¢ MOBEPXHOCTM NONSPHOIO copbeH-
Ta (Cvnunop 75), nx aKcTparMpoBaHme BblOpaHHbIM
pacTeopuTenem (Xxnopogopm) 1 NonyyYeHe Npon3Bo-
OHbIX 4Ns ra3oxpomaTorpacprmyeckoro aHanmaa (3Tmno-
Bble 3acpmpbl). Ha KaXx4on 13 nepedncreHHbIX cTagun
BO3MOXHbI NOTEPU aHANUTOB U BHYTPEHHUX CTaHaap-
TOB. [OCKOMbKY yCTpaHEeHWe Taknx MoTepb HEBO3MOX-
HO, ANsi NONyYeHNs MPUEMIEMbIX MO TOYHOCTU pesyrb-
TaToB Heobxoamma ux komneHcauwms. o 3Ton npuymHe
Hebe3bIHTEPECHO CPaBHUTL MPUHLMMNBI KOMAEHCALMM
noTepb aHaNUTOB B pPa3HbIX METOAAX KONMYECTBEHHO-
ro aHanmaa, ConocTaBreHHble B Tabn. 3.

MeTog nsotonHoro pasbaBsneHust (ynoMsiHyT
ONs1 CpaBHEHMs1) OCHOBAH Ha OEHTUYHOCTM BCEX hun-
3MKO-XMMUYECKNX CBOWCTB aHanMTOB U UX N30TOMHO-
MedeHblX aHanoros. Metoa ctaHgapTHon gobasku
npegnonaraet 6nM3knMe ypoBHM NOTEPL onpeaensie-

Tabnuua 3

rlpVIHLJ,VII'IbI ydyeTa noTepb aHalIMToOB B Pa3JIN4HbIX MEeTOAaX KOJIM4YECTBEHHOIO xpomaTorpaq)quCKoro aHannsa

MeTtoa aHanusa

|_|pVIHLLI/II'I KOMneHcauun notepb aHanmToB
Ha pa3HbIX CTagnAX NOAroToBKU np06

3KCI'IepI/IMeHTaJ'IbeIe onepauun

CtaHpgapTHoW gobaBku

[MocnepoBaTtenbHbIX CTaH4APT-

HbIX 0OOaBOK

CtaHgapTHbIx 4O6aBOK B
retepodasHble CUCTEMBI

[BOMHOro BHyTpPeHHero
cTaHgapTa

MN3oTonHoro pasbasnenus (ons
CpaBHEHMS)

Bnuskne ypoBHM NOTEPb aHANUTOB A0 U NO-
cne gobaBKu Ha pasHbIX CTaaMaX NOAro-
TOBKU Npo6
MaTtemaTnueckun y4eT nckaxxeHun coctasa
NOAroTOBMNEHHbIX NPO6 (3KCTPanonAumns)

KoHTponb makcMmMarnsHO 6riM3koro
pacnpefeneHns aHanuToB mexay daszamm
00 1 nocne go6aBok
Y4yeT romonorn4yeckux BapmaLsuin CBONCTe
aHanWToB 1 CTaH4apTOB

VAaeHTUYHbIe hr3MKO-XMMUYECKNE CBON-
CTBa UCXOOHbIX aHANUTOB U UX U30TOMN-
HO-MeYeHbIX aHanoroB; 0AHOBPEMEHHas
permcTpawms UX CUrHanoB B CyMMapHbIX
MacC-CnekTpax.

BBeneHne gobaBok He B MOATrOTOB-
NeHHble Npobbl, @ B UCXOAHbIE 06-
pasubl
MocnenoBaTensHOe UNK napan-
nenbHOe BBEAEHNE HECKONbKUX O0-
6aBoK B UCcxoaHble 06pasLbl
MpeBpalyeHme ncxoaHbix o6pasLoB
B retepodasHble CUCTEMbI

BBefeHune ABYX BHYTPEHHUX CTaH-
[apToB (rOMOMOroB aHanuToB) B
ncxogHble obpasibl
BBegeHne n3oTonHO-MeYeHbIX aHa-
1IOroB LieneBblX aHanuToB B UCXO[-
Hble 0bpasLbl
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MbIX COEQUHEHWI Ha BCEX CTaaMAX NOArOTOBKN Npob
00 v nocne go6aBok. BoamoxHoe BNUsiHue meluato-
LLMX KOMIMOHEHTOB MaTpUL, MOXET BbITb CKOMNEHCUPO-
BaHO MoaMduKaLmen aToro metoga ans retepocdas-
HbIX cucTeMm. B 06LLem xe criyyae 970 NpeanonoxeHne
TpebyeT KOHTPOS, YTO AOCTUraeTca B BapuaHTe no-
cnepoBaTenbHbIX cTaHAapTHbIX AobaBok. OH npea-
nonaraeT maTtemaTmyeckyto obpaboTky pesynbTaToB
onpeaeneHnin, a UMEHHO X SKCTPAaNOoALMIo Ha rmno-
TeTuyeckme Hynesble nn 6eckoHeyHo Gonblune go-
6aBku. U, HakoHew, mogudmumpoBaHHbIi MeTog [BC
NPUHUMNNANbHO OTIIMYEH OT BCEX OCTarlbHbIX, TAK Kak
B €ro OCHOBE nexaTt MAEHTUYHbIE BapuaLumn pasnuy-
HbIX CBOMCTB rOMOJIOroB B npegenax psagos [14]. Cne-
OoBaTenbHO, NpuY BbIOOPE MMEHHO TaKMX BHYTPEHHUX
CTaH4apToB, KakumMu Bbl MPUYMHAMM HY ObiNK Bbi3Ba-
Hbl MOTEPU KOMMOHEHTOB NPO6, OHW BCerga MoryT ObITb
CKOMMEHCUPOBaHbI.

MHTepecHO 3aMeTuThb, YTO BO MHOIMMX PyKOBOA-
CTBax [eknaprpoBaHbl onpeaeneHHble TpeboBaHms K
BbIOOPY BHYTPEHHMX CTaHAAPTOB (CM., Hanpumep, [2]),
OCHOBHbIMY 13 KOTOPbIX SIBASKOTCA UX UHEPTHOCTb K
KOMMOHeHTam 06pasLioB, CNOCOBHOCTb C HUMK CMe-
LUMBaTbCH, NOMHOE pasfeneHue ¢ onpeaensemMbiMu
COEeAVHEHUAMU U1, B TO Xe BpPeMsl, He CMULIKOM B0orb-
LWMe pa3nmynsa napaMeTpoB YOEPXKUBAHUS, a Takxe
ycrnosue k. = 1, 4To BO3MOXHO B TOM cIlyyae, ecnu
aHanuTbl U CTaHZapTbl OTHOCATCS K OQHOMY Knaccy
coeanHeHnn. HecnoxHo 3aMeTuTb, YTO BCEM 3TUM
TpeboBaHMsIM OQHO3HAYHO YOOBNETBOPSOT FOMOSO-
rv onpeaenseMbix COedUHEHUN, KoTopble Npu An, =
1 Kak B ra3oBon xpomartorpaduu, Tak u B obpalleH-
Ho-chbasoBor BOXXX no onpegenexHnto otnmyarTes ot
uenesbix aHanuToB Ha 100 eq. nHgekca. Npu Taknx
pasnuunax MHAEKCOB YAepXUBaHUA Xpomartorpadu-
yeckoe pasgerneHue He TpebyeT npeaBapuUTENbHOro
KOHTPONSA M JOCTUrAETCS HE TONbKO Ha KanunnspHbIX,
HO 1 Ha HacaJo4HbIX KOJTOHKaX.

MepBbIi 3Tan xapakTEPUCTUKN HOBbIX BO3MOX-
HocTeln meTtoaa [ABC Bknto4vaeT npoBepky npocTen-
LIero BapuaHTa, Korga aHanusupyemble obpasubl He

cofepXaT MeLLatoLLnX KOMMNOHEHTOB, @ MIMEHHO rOMO-
NoroB onpeaensieMbix coeguHeHuin. B Tabn. 4 npuse-
OeHa paclungpoBka aKCNepuMeHTanbHbIX AeTanemn
HEKOTOpPbIX Pe3ynbTaToB ONpeaAeneHnss CoaepXKaHus
ankaHkap6oHosblix kucnort C, H,,CO,Hu C,.H,,.COH
B MOZ€enNbHbIX 00pa3uax. YCTaHOBNEHO, YTO A5 NOBbI-
LLUEHNSI UHTEHCUBHOCTU MaccoobMeHa B CUCTEME «COp-
GeHT-aKkCTpareHT» 1, criefoBaTenbHO, 4OCTUXKEHUS He-
06x04MMON CTeneHn ecopbumm NONSPHbIX aHaNnMTOB
¢ nonsipHoro copbeHTa, NoaroToBka Nnpood Bo BCeX Cry-
Yyasix He MOXET OrpaHNYMBaTBLCS AaXe ONUTENbHbIM
3KCTparMpoBaHeM 1 JOJKHA BKMoYaTh fobaBneHve
BblTECHUTENEN (MCMOMb30Bany NOMAPHBIN MMULEPUH)
1 o6paboTky 06pa3uoB ynsTpassykoMm. [pu BbiNnomnHe-
HUM 3TUX YCIOBMIN MoanduLUmMpoBaHHbIi MeTog [BC
obecneynBaeT TOYHOCTb Pe3ynbTaTOB MO KPUTEPUIO
«BBeOEHO-HanaeHoy Ha ypoBHe -(1-7) % oTH. MNpume-
YyaTernbHO, YTO BCE OTKITOHEHUSI UMEIOT OAMH U TOT Xe
3HaK «KMUHYC», YTO CBMAETENbCTBYET O CUCTEMATUYE-
CKOM XapakTepe NorpeLuHoCTen, KOTOPbIN B JAHHOM
cny4vae 06bscHMM. NpeaBapuTenbHO HaHECEHHbIE Ha
NonsapHbIA COPOEHT KUCMOThI OKa3biBatOTCst Gonee non-
HO copOUpPOBaHHbLIMK, YEM CTaHAAPTHI, BBOAUMEIE BME-
CTe C pacTBOPUTENEM-3KCTPAreHToM, Koraa BpeMeH!
AN JOCTUMXXEHUS paBHOBECUS He I0CTaTOYHO. YCTpa-
HEHVe Takux NOorpeLLlHOCTEN BO3MOXHO B pe3yrnbrate
JanbHEeNWero «yecToueHusi» YCroBMIN NOATOTOBKN
npob, Hanpumep, NOBbILIEHUSA TeMNepaTypbl Ha cTa-
OV NX yrbTpasByKoBOW 06paboTKu.

Tem He MeHee, Takasi TOMHOCTb onpeaeneHui
3HAYUTENbHO BhILLE, YEM JOCTUraemas B OObIYHOM Me-
ToAe BHYTPEHHero ctaHgapTta. Hanpumep, npy Bblumnc-
NIEHUSIX TOMbKO MO 0AHOMY cTaHaapTy 1 (B npeanono-
KEHUN K = 1) OTHOCUTENbHBIE NOTPELIHOCTM NEPBbIX
Tpex pesynsrtaToB cocTaBnstoT -(18-25) %, a BTOpbIX
Tpex — -(38-45) % OTH., YyTO Henpuemnemo. Npu pac-
yeTax TONMbKO MO CTaHZapTy 2 pe3ynbraTtbl 3aKOHO-
MEPHO OKa3bIBalOTCS CYLLECTBEHHO 3aBbILLEHHBLIMU.

MepBble Tpy NpuMepa B Tabn. 4 COOTBETCTBY-
eT BbIbOpy «COCEeaHMX» FOMOSIOroB, OTMYaLwmuxcs
OT LieneBoro aHanuTa Ha oguH aToM yrrepoaa B Mo-

Ta6bnuua 4

HekoTopble pe3ynbTaTtbl KONNMYECTBEHHOMO ONpeaereHns cogepXaHns ankaHkapboHOBbIX KUCNOT B MOAENbHbIX
obpasuax (c npeaBapuTenbHbIM NONyYeHNEM UX ATUOBBIX 3(PMPOB) MOANPULMPOBAHHBIM METOAOM ABOWHOIO

BHYTPEHHero ctaHgapTa (Bbl4MCNEHNS NO ypaBHEHUIO 4)

Macckl komMnoHeHTOB, Mr | [nowaam nMkoB KoMmno- PesynbraThl aHa-
OnpegensemMblil KOMMNOHEHT (X)/CTaH- HeHTOB, MB-mc:10-5 nmnsa
AapTel m, Moy | Mo S, S S, | Hanpe- OTH.
HO, m,, | morpew-
mr HOCTb,
%

C,H,,COH/IC H, COH+C H, COH 2.37 1.45 2.86 7.29 5.97 6.89 2.31 -2.5
To xe 2.37 2.33 215 7.48 8.99 5.66 2.35 -0.8
To xe 2.37 2.71 1.19 7.55 10.74 3.31 2.27 -4.2
C,,H,,CO,H/C, H,,COH+C H, COH 1.05 1.43 1.57 3.61 8.51 3.56 0.98 -6.7
To xe 1.05 2.31 1.02 3.59 12.74 2.48 0.99 -5.7
To xe 1.05 0.95 2.75 3.58 5.90 5.82 0.99 -5.7
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nekyne. Bropble Tpu npumepa xapakTepusyoT BbIOOp
rOMOIIOroB, OTNINYALLMXCS Ha ABa aToMa yrnepoga.
O6paboTka pe3ynsTaToB B 000MX CyYasix MOEHTUYHA.

OcobeHHOCTbH MHOMUX pearnbHbIX 06pa3sLoB sAB-
NAETCSA NPUCYTCTBUE B HUX FOMOSIOrOB ONnpeensieMblx
aHanuToB, KOTOPbIE, ECTECTBEHHO, MEPEKPLIBAIOTCS C
BBOAMMbIMY CTaHAapTaMu. OgHako aTo He ABnseTcs
CYLLLECTBEHHbIM OFpaHU4YEHNEM METOAA; pacyeTHas
dopmyrna (4) B 3TOM crnyvae AomkHa ObITb Mognumum-
poBaHa Mo aHanorum ¢ pacyeTHom doopmyrnon metoga
CTaHZapTHOW J06aBKu:

mx = Sx {[mcr(1) / (SCT(1) - Socr(ﬂ)] [mCT(Z) ( cT(2 - SO )]}1/2 ( )
roe S°  — nnowaae nvka ctaHaapTa, NpyUcyTCTBYHO-
wero B obpasLe 4o aobasku, S_ — nnoulaas cooTeeT-
CTBYyHOLLEro Nuka nocne fobasku.

Takon BapuaHT meTtoga [1BC npeacrtasnsercs
HaCTOSMbKO «ECTECTBEHHbLIMY» U NPOCTbIM, YTO Jaxe
He 3acnyXunBaeT cnewunanbHOW UNNcTpaLum B Buae
Tabnuubl pe3ynsTaTos, aHanornyHomn Tabn. 4. docra-
TOYHO OTMETUTb, YTO OTHOCUTENbHbIE NMOrPELLIHOCTU
onpefeneHnin B 3ToM criydae 3akOHOMEPHO HECKOTb-
ko yBenuumeatotcs o (-3)-(-9) % n3-3a Heobxogmmo-
CTV U3MePEHUS NATN 3HAYEHUI NnoLaaen NMKoB BMe-
CTO TPeX Npu NCnonb3oBaHnu opmynesl (4).

Bbibop B kayecTBe BHYTPEHHUX CTaHA4ApPTOB
OBYX «COCEOHMX» rOMOSIOroB onpeaensemMblx coe-
AVHEHWI ¢ Yucnom atoMoB yrnepoga (n—1)mn (n + 1)
npeacTaBnsieTcs O4HUM U3 OrpaHUYeHnin MoaNULMPO-
BaHHoro metoaa [1BC, koTopoe xenatenbHO Obino Obl
ycTpaHuTb. COOTHOLLEHME (4) MOXHO 3an1caThb B BUAE
mx(nf = M My sy TAE CUMBOIBI M, ob6o3HavatoT
KOnuMyecTBa aHanuToB C YNCIIOM aTOMOB yrnepoaa B
mMonekynaxn, (n-1)u (n+ 1), cootBeTcTBEHHO. AHaro-
rM4Ho, ANsim, ., CNpaBe/nBO aHaNnorm4yHoe COOTHO-
WeHne m,, * = m, )mx(mz). Ob6beanHeHVe 3TX OBYX
ypaBHeHwi fjaetm, 5 =m  .2m . .. aeroo6obuie-
HVMe Ha romMosioru ¢ NbbIM YNCIIOM aTOMOB Yriepo-
pawmveersuam, = [m, . m U9 Vicnonbsys

x(n-1)

CYMBOJVIKY ypaBHEHWsI (4), mony4yaeM COOTHOLLEHME
ans mogmduumpoBaHHoro Mmetoga [BC ans niobbix
rOMOSIOroB C YMCIIOM aTOMOB Yrniepofa B MOJeKyne
(n-K)wn(n+i)

mx = Sx {[(mCT (n-k) / S ct(n- k))] [( cT(n+i) Sc‘r(n + i))]k}”(i 9 ! (6)

B peanbHOM aHannTUYeCKOW NpakTuke 3Ha4ve-
HUS i 1 k Bpsig v ByayT npeBbiwaTth 2-3. IHTepecHbIM
cnepcteveM opmyrbl (6) ABNSETCH TO, 4TO NpW i = K
BO BCEX CIly4asix CnpaBeanvBo npoctenilee COoTHO-
LWeHue (4), 4To 1 Ucnonb3oBaHo Npu 0bpaboTke AaH-
HbIX, NpeAcTaBneHHbIX B Tabn. 4. Kpome Toro, COoTHO-
LUeHue (6) MaTemMmaTU4ecKn KOPPEKTHO noaTBepXXaaeT
TOT UHTYUTUBHO OXMAAEMbIA PaKT, YTO U3 ABYX BHY-
TPEHHUX CTaHAAPTOB Ha pe3ynbTaThl onpeaeneHns m,
Gonbluee BNMsHWE OKa3bIBAET TOT, CUTHAN KOTOPOro
Ha XxpoMaTorpamme pacnosiokeH «brnvxe» kK curHany
LeneBoro aHanura.

Pesynbtatbl npUMeHeHNs COOTHOLWEHNS (6) Ans
onpefeneHns CoaepKaHNsa TeX e ankaHkapboHOBbIX
KMCNOT B MOAeNbHbIX obpasLax npounnocTpuposa-
Hbl f@HHbIMW, NPUBEAEHHbIMW B Tabn. 5 onsa cnyyaes
k=1,i=2wnk=2,i=1. OTHOCUTENbHbIE NOrPELLUHO-
CTV onpefeneHun B 3TUX NpuMepax CocTaBnaoT -(4-
8) %, TO eCTb CyLLECTBEHHO HE OTNINYAIOTCA OT aHano-
TMYHbIX XapaKTepUCTUK ApYrnxX NpUMepoB.

Takum 06pa3om, yHMKasrbHbIE BO3MOXHOCTY MOaW-
dmumpoBaHHOro MeToAa ABONHOIO BHYTPEHHENO CTaH-
JapTa no3BonstoT NPUMEHSITb €ro NPy UCMONb30BaHUN
TakMx onepauuin NoAroToBku nNpob, kak gecopbuums
aHanuToOB OpraHNYeckMm pactBopuTenem ¢ copbeH-
Ta B COYETaHUU C NOMyYEeHNEM NX NPOU3BOAHbIX AN
razoxpomaTtorpacduyeckoro aHanusa. CyTb 3T0ro me-
ToJa 3aknoyaeTcs B Bblbope B KayecTBe CTaHAapToB
romMorioros onpegensemMblx coegnHeHuni. NokasaHo,
4YTO ero 0Co6EHHOCTU, CBA3aHHbIE C BO3MOXHOCTbIO
NPUCYTCTBUS BbIOpaHHLIX TOMOJSIOrOB B aHanumaunpye-
MbIX obpasuax 1 ¢ orpaHU4YEHNSIMM Ha YNUCIIO aTOMOB
yrnepona B Ux Mofekynax BrnosHe npeogonvmbl. Ham-

Tabnuua 5

HekoTopble pe3ynbTaThl KONMYECTBEHHOTO ONPeAeneHns cogepKaHns ankaHkapbOHOBbIX KUCMOT B MOAENbHbIX
obpasuax (C npeaBapuTenbHbLIM MOyYEHNEM UX 3TUMOBBIX 3UPOB) MOAUPULMPOBAHHLIM METOAOM ABONHOMO BHY-
TPEeHHero cTaHgapTa npu BbI6Ope pas3nmyHbIX FOMOSIOroOB B Ka4eCTBE CTaH4APTOB (BbIYMCIIEHMS MO yPaBHEHWIO 6)

CooTHo- Maccbl koMnoHeHToB, Mr | nowaam NMkoB KOMMNo-
LweHve k n Onpepensembiii KOMMNO- HeHToB, MB-mc-108 PesynbraThl aHa-
i B oopmy- HEHT (x)/cTaHaapTbl nmsa
ne (6) m, m_. m.o S, S S, | Havne- OTH.
HO, m, | morpeiu-
Mmr HOCTb,
%
k=1, C,H,,CO,H/ 1.86 1.51 2.24 5.58 5.89 4.55 1.78 -4.3
i=2 C,H,COH+C, H,COH
To xe 1.86 3.08 1.19 5.49 12.68 2.31 1.71 -8.1
k=2, C,H,,CO,H/ 217 1.93 2.69 5.49 8.06 5.66 2.08 -4.1
i=1 C,H,COH+C H,COH
To xe 217 1.82 1.44 5.55 7.91 3.19 2.00 -7.8
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bonee cyLeCTBEHHbIM NpeAcTaBnNsAeTCA OTHOCUTEb-
HO peaKo NPMHUMaeMOoe BO BHUMaHWE OrpaHnyeHmne, a
MMEHHO NMpakTUu4yeckas 4OCTYMNHOCTb 06pas3uoB cpas-
HEHMS1 FOMOJIOroB LieneBbIX aHannToB.

XapakTtepucTtuka npeanaraeMmoro BapuaHTta Ko-
NNYECTBEHHOIO aHanM3a Ha MoAesNbHbIX ob6pasuax
(no aHanorum c paboton [14]) ABnsieTca Heobxoau-
MOV CcTagmen ero npoBepku. lNocne aToro oH MoxeT
ObITb pacnpocTpaHeH Ha pearnbHble 00bEKThI C aHa-
NOrMYHbIMY MO CBOWCTBaAM MaTpuuamu, TpebyoLme
npeBpaLLeHns onpeaensieMblx aHanuToB B pasnmy-
Hbl€ MPOM3BOAHbIE.
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NEW APPLICATIONS OF THE DOUBLE INTERNAL STANDARD
METHOD IN CHROMATOGRAPHIC QUANTITATION

Igor G. Zenkevich, Konstantin M. Korolev

St. Petersburg State University, Institute of Chemistry
Universitetskii prosp., 26, St. Petersburg, 198504, Russian Federation

One of the methods of chromatographic quantitation of analytes in complex matrices with sorption
properties is the modified double standard method. It implies introducing the two homologues of target
analytes into original samples. This mode provides high accuracy of determinations despite any losses
of their constituents at all stages of the sample preparation.

The application of this method is illustrated on the examples of model samples prepared by adding
of polar alkanecarboxylic acids to the polar sorbent Silipor 75 (LaChema, Check Republic) followed by
their extraction and conversion into derivatives (ethyl esters) for gas chromatographic determination.
Relative errors of this mode are (-1) — (-8) %, that is significantly less than those of other possible
methods. It is shown that this method is applicable if there is a presence of homologues of analytes in
the initial samples, and it can be generalized for any number of carbon atoms in the molecules of the

selected standards.

The single principal restriction of the double internal standard method remains to be practical

availability of the reference samples of homologues.

Key words: Quantitative chromatographic analysis, matrix effects, sample preparation, losses
of analytes, desorption, extraction, derivatization, double internal standard method.
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