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MocTtynuna B pegakunto 18 noHs 2013 r.

B paboTe paccmoTpeHbl 0cOBEHHOCTM razoxpomMaTorpadmyeckoro onpegeneHms acmpos
0-pTaneBon KNCNOThl B BOAE, BbISBIEHbI UCTOYHMKN CUCTEMATUYECKUX NorpelHocTen. OCHOBHOM
WCTOYHMK — MOCTYMNMeHne o-ptanaToB N3 xpomatorpadmnyeckmx cent. YCTaHOBMEHO, YTO MOCTY-
nreHne o-pTanaToB N3 0TEYECTBEHHOW XpoMaTtorpaduyveckomn centol npumepHo B 1000 pas Bbiwwe
npegena obHapyXeHus 1 He NO3BONSAET ONpeAensTb KOHUeHTpaummn o-dptanatos Huke 0.8 mr/n.
dakTOop, CBA3AHHLIN C NOCTYNNEHNEM O-bTanaToB U3 pacTBOPUTENEN HEAOCTATOYHOM YNCTOTI,
MOXeT NMPUBECTU K 3aBbllLEHMIO pe3ynbTaTta onpegeneHus B 10%-10% pas. [1na ouncTku pacTtBo-
puTenemn NpeasiokeHo NCNoNb30BaTh METOA PANIEEBCKON OUCTUIIALUN CO CKOPOCTBIO NCMapeHnst
n-10“4r-cm?-c”', no3BonsALWMA nonyyatb 00pasubl ¢ cogepxaHmem npumecen Huxke (1-4)-10-3 mr/n.
3aHWxeHHble pe3ynbTaThl ONpeaeneHns MoryT ObiTb CBA3aHbI C TMAPOSNIUTUYECKON HEYCTONYMBOCTBIO
o-bTanaTtoB. YCTAHOBIEHO, YTO NpY XpaHeHun obpasLoB 6onee Tpex CyTok nocre otbopa npodbl
NpoUCXoanT cTaTUcTudeckmn aHadmmoe (20 % n 6onee) ymeHbLLIEHNE KOHLEHTpauun o-dTanartos.
YcTpaHeHWe 1 y4eT BO3MOXHbLIX UCTOYHMKOB CUCTEMATUYECKMX NOTPELLIHOCTEN NO3BOMUIN MOHU3NUTL
npenenbl obHapyXeHnst TokcnkaHToB Ao 10-5-10% mr/n.

Knrouyesnblie csioga: cicteMaTnyeckme norpeLHocT, agmpbl 0-pTanesomn KUCAOThI, NnacTu-
dULMpOBaHHbIE NONUMEPBI, TMAPONW3 NPUMECEN, XPOMAaTO-MaCC-CNEKTPOMETPUS

KpbinoB BaneHTMH AnekceeBu4 — 3aBeaylowmin kadeapon aHaNUTUHECKON XUMUU
HHI'Y um. H.WU. Jlo6ayeBckoro, 3aBeayrowmn naboparopmen aHanMTM4eCKom XMMUM BbICO-
koumncTtbix BewecTB UXBB PAH, nokTop XMMM4eCcKmx HayK.

O6nacTb Hay4HbIX UHTEPECOB: aHanuUTU4YecKkas XUMUS, XpomaTtorpadus, xpomaTto-
Macc-CneKTPOMEeTpUsi, KOHLEHTPUPOBaHME NPUMECcen, MEeTPOIIOrus.

ABTOp 60onee 200 ny6nukauum.

BonkoBa Bepa BacunbeBHa — acnupaHT xumu4ieckoro cakynsreta HHI'Y um. H.U. No-
6auyeBcKoro.
O6nacTb Hay4YHbIX UHTEPECOB: aHanNUTU4YecKasi XMMUA, XpomaTorpadus, xpomaro-
Macc-CrneKTpoOMeTpUs, KOHLeHTPUpoBaHUe NPUMecen.
ABTOp 12 ny6nukauum.

3anueB Cepren AMUTprueBUY — AOKTOP XMMUYECKUX HaYK, npodeccop.

ObnacTb Hay4HbIX UHTEPECOB: CUHTE3 U XUMUYECKME NpPeBpaLLeHUss MaKpOMOJIeKYyIl,
CTPYKTYpa U CBOMCTBA NOJSIMMEPOB, MHOFOKOMMOHEHTHbIX NOJIMMEPHbIX CUCTEM.

ABTOp 35 ny6nukauum.

Onpegenexve acmpoB o-pTaneBow KUCNOThI avMeTtundTanaT u guatundranaTt, NChoMb3yTCs B
(o-hTanaTtoB) ABNAETCS akTyanbHOW aHanMTU4EeCKON NpPon3BOACTBE NaKkoB, CMOJ1, KOCMETUKN. Anatundra-
3aayen, Tak Kak 3T COeAMHEHMNS TOKCUYHbI M HAHOCAT nart NpMMEHSETCH B KA4eCTBE XenaTUHU3NPYOLLEro
Bpe[ 300pOBbH YenoBeka. Oumpbl 0-TaneBom Knc- cpefcTBa M Kak AeHaTypupyoLwmin areHT. Beicokomo-
NOTbI NPUBOAAT K BO3HUKHOBEHWIO PakoBbIX OMyXOnen neKynsipHble 0-pTanatbl, 0cO6eHHO Anby TN TanaTu
N XpoHu4eckux 3abonesaHuii. HuskomonekynsipHoie 6uc-(2-aTunrekcun)ptanat — camble BOCTpeOOBaHHbIE
o-hTanaTbl BbI3bIBAKOT anfepruio, BblCOKOMOMNEKYsp- nnactuukaTopbl TakMx NOAMMEPOB, Kak: NONnBu-
Hble HapyLLarT rOpMOHarbHbIN 6anaHc B opraHnsmMe. HUNXMOPWA, NONMMBUHMMALIETAT U €ro CONONMMepbl,
Odhupbl 0-hTanesom KUCNOTbI BECbMa PacrnpoCTpaHeHbI pe3uHbI, Kay4yKu, MONUCTUPOI, MONMBUHUIGOPMArb,
B OKpYyXalLlen cpefe, Tak kKak MMeKT LUMPOKOoe npu- nonuBUHMNAaLEeTanb; BUHUIOBbIE, aKPUOBbIE, ANMOKCUA-
MeHeHwue. HnskomonekynsipHble dotanaTbl, Takne Kak Hble, ankuaHble, MOYEBUHO-, MENaMUHO-, opMarb-
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OernaHble 1 Apyrne CUHTETUYECKNE U HaTypanbHble
cmonbl. CogepxaHue nnactudurkarTopa B nonnumep-
HbIX MaTepuanax moxet gocturatb 50 %. MNoatomy
OCHOBHOW UCTOYHUK NOCTYNNEHNs AnanknngranaTos
B OKpY>KatoLLyto cpeay — NnacTuuunpoBaHHbIe Nonm-
Mepbl, B OCOOEHHOCTM NONUBUHUIIXITOPU, U3 KOTOPbIX
3TU BellecTBa AN yHAMPYIOT B BO3AYX, BOOAY U T. 4.
MAOK acbmpos dpranesom kKMcnoTbl coctaBnsatoT ot 3.0
po 0.008 mr/n ana nutbeBown Boabl 1 ot 3.0 oo 0.007
mr/m® gns Bosgyxa [1-3], n3-3a yero guankundranaThbl
HeobXxoaMMO KOHTPONMPOBATL BbICOKOYYBCTBUTENBHBIMM
meTtogamu. Hanbonee yacTto A4 9TOro NPUMEHSIIOT
rasoBy xpomatorpacuto.

OpbekTnBHOE razoxpomaTorpacuyeckoe pas-
aeneHune o-pranatoB 4OCTUraeTcs C UCNOSb30Ba-
Huem 30-T MeTPOBbIX KanuInApHbIX KOMOHOK CO
cnabononsipHon NoNMAMMETUN-PEHNNCUITOKCAHOBOW
HenoABWXHON xuakon pason Tuna DB-5. Bo3amoxxHO
pasgeneHve gaxe U30MepHbIX O-pTanaTos, Takux
Kak guoktundTanart n 6uc-(2-atunrekcun)dranar,
YTO UNITKCTPUPYETCHA XpOMaTorpammon Ha puc. 1 [4].

Mpn npoBeaeHMn razoxpomarorpagunyeckoro
onpegeneHuns o-pTanatoB 0bbIYHO yCTaHABIMBAKT
Temnepatypy ncnaputens 250-350 °C. TemnepaTtypa
KanunnsapHo KoNnoHKK nporpammMmupyetcs ot 50-60 go
250-300 °C. NasoxpomaTtorpacdmyeckoe pasgenenune
4acTO coYeTarlT C MacC-CNEeKTPOMETPUYECKUM [e-
TEKTMPOBAHWEM, HYTO MOBLILLAET YYBCTBUTENBHOCTb U
CENeKTMBHOCTb OnpeaeneHnst u Nno3BonsaeT Joobutbcs
npenenoB obHapyXeHna o-dranaToB Ha ypoBHe
10-3-10-* mr/n. Ewwe Gonblue noBbilaeT YyBCTBUTESb-
HOCTb onpegeneHns npegsapuTensHoe xugkodasHoe
MUKPOIKCTPaKLMOHHOE KOHLIeHTpupoBaHue. [Mpeaensl
0BHapy>XeHWst MOTyT ObITb YNy4lleHbl 4O 3HAYEHWUN
10-%-10-% mr/n [5].

B cBA3M C LWUMPOKMM NpUMEHeHeM 3achupoB
o-(bTaneBon KMCNOTbI A5l CO34aHNsl MaTepmnanos
Xpomarorpadunyeckor annapaTtypbl 1 pacnpocTpaHeH-
HOCTbIO MX B OKpYXatoLLen cpefe Benmka BeposSTHOCTb
hOpMMPOBaHUSA CUCTEMATUYECKUX MOrPELLHOCTEWN,
KOTOpbI€ NPUBOAAT K UCKaXKEHHbIM pe3ynbratam Xpo-
MaTtorpadguyeckoro aHanuaa.

MICTOYHMKOM CCTEMaTUYECKNX MOTPELLHOCTEN
MOTyT OblTb KOMMEpPYECKNEe pacTBOPUTENN-IKCTPa-
reHTbI, MPUMEHsIEMble B NPOOONOAroTOBKE M KOHLIEH-
TpupoBaHuu. VX 3arpsasHeHne MoxeT NPOUCXOaUTb
Ha cTaguuv NPOU3BOACTBA UMW XpaHEeHUs. YNnoTHe-
HWUS1 ANS KpblLeK Buan, OyTbinen n Apyrux eMKocTen
00BbIYHO N3roTaBNMBAKTCS U3 NNACTUMULMPOBAHHbIX
NONMBMHUNXJTOPUAA, NOSIMCUIOKCAHOB UMK comno-
nMMepoB BMHUNaueTaTa. [py nomMoLLmM 3NoKCUaHOWM
CMOrbl, coepxallen nnactTuukaTopbl, IpUKNenBaoT
Urnbl B XpoMaTorpaduyeckux MukpoLunpuuax. nns
obecneyveHns agresvy BCTaBKM A4 KpbILLEK YacTo
MPWKNENBaIOT ANOKCMOHBIMU Nlakamu, KOTOpbIe Takxke
MOryT cogepxaTb (ptanatbl. Kpome atoro, adpupbl
0-bTaneBow KUCMOThI, TaKMe KaK 41300y Tui-, QUOKTUI-,
andeHun- n 6eH3nnbyTundTanat, NCNomnb3yTCH B
KayeCcTBe KOMMNOHEHTOB KaTanuaatopa, NpuMeHs-
€MOro Mnpu NoIy4eHUN NONMMEpPHBIX 0NedUHOBLIX
KOMMO3ULUUIA NS YNNOTHSAOLWMX BCTABOK B KPbILLKK
OyTbinok. o-PTanatbl, @ UMEHHO anbyTUndTanart u
ounc-(2-aTunrekcun)dTanaT BXogAaT B cocTaB cenT
rasoxpomMaTorpaduyeckoro ncnaputensi B KaiecTse
nnacTtnukaTopos. K BO3HUKHOBEHWIO CCTEMATUHECKON
NOrPELUHOCTN MOXET MPUBOAMUTL YaCTUYHBIV TMAPONN3
o-bTanaTtoB B BOAHbIX pacTBopax [6]. Bonpoc npa-
BUITbHOCTM razoxpomarorpadmnyeckoro onpegeneHums
3MpoOB O-(pTaneBon KACMOTbI B NUTepaType npak-
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Puc. 1. XpomaTorpamma ctaHgapTHOM CMecu 3(hmnpoB o-gpTaneBom KUCAOThI B rekcaHe. KannnnsipHas KomnoHKa
HP-5MS (5 % dennn-metuncunokcaH) 30 m x 0.20 mm % 0.25 mkm. DMP — gumetnndTanat; DEP — gnatun-
¢ptanat; DBP — gubytundtanat; BBP — 6eH3unbytundTtanart; DEHP — 6uc-(2-stunrekcun)dpranat; DNP —

AvHoHundptanat; DOP — guoktundptanat
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TUYECKM HE OCBELLEH, XOTS 3Ta Npobnema aBnaeTcs
OYEeHb BaXKHOWM 1 TpebyeT pacCMOTPEHUS.

Llenbto HacTosiLLen paboTbl SBNSINOCH MCCeno-
BaHWe hakTopoB, POPMUPYIOLLNX CUCTEMATUYECKME
MOrpeLLHOCTM razoxpomaTtorpadunyeckoro onpeaere-
HUSA 9¢pUpPOoB 0-PTaneBomn KACIOThbl U BO3MOXHOCTEN
NX y4yeTa Unn ycTpaHeHus.

AKCMNEPUMEHTAJIbHAA YACTb

PeakTuBbl

YeTbIpexxnopucTbiv yrinepod oc. Y. 18-4 TY 6-09-
3219, Tonyon x.u. TY 2631-020-44493179-98, aueToHu-
Tpun u. TY 6-09-6448-69, ataHon TexHudecku TOCT
1830087, ataHon nuieso FTOCT 51652-2000, meTaHomM X.M.
TY 6-09-1709-77, n3ookTaH atanoHHbIi FOCT 12433-83,
H-0KTaH XMd. MPTY 6-09-3748-74, rekcaH «Kprnoxpom»
copT 1, AUCTUNNMPOBaHHasA BOAA, AuMeTundranar u.
FOCT 9657-61 (AM®), anatundpranaty. TY 6-09-3663-
74 (O9®), pubytundTanat 4. FOCT 2102-78 (ABP),
6uc-(2-atunrekcun)dpranat 4. FOCT 8728-88 (A3 ®),
AvHoHundTanar v.g.a. TY 6-09-2800-75 (AH®).

MaTepunanbi n obopyaoBaHue

XpomaTto-macc-cnektpomeTp Finnigan Focus
DSQ Il n Agilent 6890/MSD 5973N c kBagpynonbHbIMK
Macc-aHanusaTtopamu 1 KBapLeBOW KanunssipHon
konoHkon TR-5MS 30 m x 0.25 mm x 0.25 MKM € XrMu-
yecku npusuTon nonu(d % andenun, 95 % gumeTnn)
CUMOKCaHOBOW HENOABWMXHOW ha3on; aHanuTmye-
ckune Becbl Shimadzu aux 220. XpomaTorpadguyeckme
cenTbl: oTevecTBeHHas TY 381-005-1165-92, Agilent
5080-8894, Agilent 5183-4759-S, Agilent 5183-4757-
S, SGE AUTO-SEP Pkt.25 BATCH CO-01, Thermo-
Finnigan 31303211, Thermo-Finnigan 313G3211-1. KpaH
13 Matepuana gpToponnacT-4, NofMCUIIOKCaHOBOE
yNroTHeHWe Ans Kpblwky Buansl Agilent 5182-0714,
nonmMaTuneHoBas Kpblllka ans 6yTeinuv; Buansl Agi-
lent 5182-0714; cTeknsHHbIE GHOKCbl 06BEMOM 5 M €
NPUTEPTBLIMU CTEKIAHHBIMW MPOBKaMM; MUKPOLLINPUL,
MLU-1; wnpwuy Ha 5 Mn; MEpPHbIE LMNNHAPbI; XUMUYe-
CKMe CTaKaHbl; CTEKNSAHHbIE aMMNyIbl; HAarpeBarLWuin
TepmocTtat ALPHA LAUDA A 6.

XpomaTto-macc-CrnekKTpoMeTpMYeCKMn aHanms

XpomaTto-Macc-CnekTpoMeTpuyeckoe onpeaene-
HWe npumMecer NPOBOAWIN C UOHM3ALMEN SNEeKTPOHaMM
aHepruen 70 aB. [leTekTupoBaHue oCyLLEeCTBAANMU B
PEeXUME CENEKTUBHOIO MOHHOTO CKAHMPOBAHUS MO Hau-
6onee UHTEHCUBHBLIM NIMHUAIM Macc-CreKTpa, KoTopble
XapakTepun3oBanncb MakCUManbHbIM COOTHOLLEHUEM
curHan/wym. Peructpupyemsie noHsl: m/z = 163 — ans
OM®, m/z = 149 — gna OB, AH® n 3. lasoxpoma-
Torpadmyeckoe pasgeneHue OCyLLEeCTBSANN B peXuMe
nporpaMMuMpoBaHns TemnepaTtypbl: Ha4YanbHy TeM-
nepatypy T = 50 °C nogaepxvBanu B Te4eHne 1 MuH,
Janee TemnepaTypy KONOHKM YBENUYMBANMN CO CKOPOCTbIO
20 °C/muH go T =190 °C, 3atem co ckopocTbto 29 °C/
MuH go 280 °C, aTy Temnepatypy NogaepXmBanu B Te-

yeHue 2.5 MuH. TeMnepaTypa ucnaputensi CoctaBnsna
170 °C, nHTepderica xpomaTorpad-macc-CnekTpomMeTp
— 300 °C. B kauecTBe rasza-Hocutens Mcrnonb3oBanmu
renmn mapku 60 (TY 0271-011-6045905715-02). MoTok
rasa-HocuTens Yyepes KONMoHKy coctaensn 1.5 mn/MuH.
[eneHuve NnoToka B NepBYIO MUHYTY NOCNe 403MPOBaHNSA
He MpPoBOAMIIOCH, @ B AanbHenwem coctasnsano 1:10.
O6bem Npobbl, BBOAUMON B KOJIOHKY, COCTaBnsAN 1 MK
KonuuyecTBeHHOE onpeaeneHne npuMecei B SKCTpaKTax
NpoBOAMNN METOAOM abCONOTHOW rpayMpOBKM NO NMO-
Lwagsam nukoB. pagyMpoBOYHbIE 3aBUCUMOCTM CTPOUIM
C 1cnonb3oBaHMeM 06pasLI0oB CpaBHEHMS, KOTOPbIE FOTO-
Bunn Ha ocHose CCl, B amnynax u3 ctekna ¢ nputepTbIMm
CTEKNsAHHbIMY NMpobkamu. [orpelHOCTb B3BELLMBAHMS
ncxoaHbix BellecTB v pactBopos coctasnsana 0.0001 r.
[lnanasoH KOHLEHTpaLunin NPUroToBEHHbIX PAaCTBOPOB
cocTtasnsan ot 1-10 go 10 mr/n.

UccnepoBaHne XpOMaTOI'paCbVI‘-IECKMX cent

B cTeknsHHbIN Blokc 06 beMoM 5 M nomeLlanu
obpasel ynnoTHeHNUs 45 UcnapuTens xpomaTorpada
n 3 mn CCl,. CenTy 3akpennanm Ha MeTanm4eckoi
urrne, 4Tobbl BCA NMOBEPXHOCTb CENThbl OMbIBanach
pactBopuTenem. Yepes kaxabli Hac B TedeHne 6
YacoB MUKPOLLNPULIEM OCYLLLECTBNANM oTHop nony-
YeHHOro 3KCTpaKTa 415 MOCNeAyHLero XxpoMaro-Macc-
crnekTpomMmeTpuyeckoro aHanunsa. Obbem oTbmnpaemoi
1 BBOAMMOW B XxpoMaTorpad npobbl coctasnsan 1 Mko.

WUccnepoBaHue YMCTOThLI pacTBopUTenen

YuncToTy pacTBopuTenen nccregoBanm XxpomaTo-
MacC-CneKkTpoOMETPUYECKMM METOLOM.

lMpoBeneHne ouncTkn pacTtesopurtenen
paneeBCKOW gUCTUNNALNEn

OuncTKy pacTBopuTenemn ocyLecTBnanu ¢ no-
MOLLbIO YCTAHOBKM, CXeMa KOTOpPOMW NpefcTaBrieHa
Ha puc. 2 [7].

B emKkoCTb 4NS AUCTUNNSALUM HAanNMBan NCXOOHbIN
pacTBOpPUTENb, KOTOPbIV HEOBXOANMO BbINTO OUUCTUTD,
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Puc. 2. CxeMa gUCTUNNSALUMOHHON YCTAHOBKK: 1 —eM-
KOCTb ANS ANCTUNASAUMKN, 2 — TPUEMHAs EMKOCTb A11s1
anctunnaTa, 3 — 6eacmasovHble PTOPONIacToBLIE
KpaHbl, 4 — cOCyZ C BOAHO-NEASAHON CMECHH0
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3aTteM BHYTPWU YCTAaHOBKWU CcO3aBalin BakKyyM. I'Ip|/|-
€MHYH EMKOCTb OXJ1aXalim CMeCbio BObl CO JIbJOM.

UccnepoBaHue BcnoMoraTtesibHbIX MaTepuanoB
13 NNacTU(ULUUPOBAHHbLIX NOJIMMEPOB

UccnedoeaHue nonucusnokcaHo8o20 ynsiom-
HeHusi Kpblwku suanbl Agilent 5183-4757-S. 1.5 mn
pacteoputens (CCl, ) nomewanu 8 Buany Agilent Takum
06pa3om, 4Tobbl OH KOHTaKTUpOBan C MaTepuanom
YNIIOTHEHMS KpbIWwKKU. NpoBognnn xpoMmarto-macc-
CMEKTPOMETPUYECKUI aHANN3 3TOro pacTBOpUTENs
yepes 3, 24 n 48 yacos.

UccnedoeaHue mamepuana gpmoponnacm-4
u nonuamuJsieHa. CTpy>xkvu matepuana gptoponnact-4
nomeLLanu B CTEKIISAHHYIO amMnyry, KOTOpYyHo 3anon-
HAnm pacteoputenem CCl,, YACTbIM OTHOCUTENBHO
o-hTanartoB. 3atem amnyny 3anavBanu 1 BblOepXu-
Banu npu Temnepatype 100 °C B TedeHne 13 yacos.
lMocne aToro amnyny BCkpbiBanu, otomnpanu 1 mkn
pacTBOpUTENS U aHanM3npoBanu XxpoMaTo-macc-
CMEKTPOMETPUYECKMM METOLAOM.

[nsanccnegoBaHus coctaBa NoONMaTUIIEHOBON
Kpbiwku npu T=40 + 1°C npoBOAWIN 3KCTPAKLMIO 3 M1
TeTpaxlopMeTaHa, KOTOpPbI 3aTeEM aHanM3npoBanu.

UccnedoeaHue 2udponumuyeckoll ycmoul4u-
eocmu 3ghupoes o-ghmasieeol kuciomsnl. CHavana
roTOBWIM BOAHbIV pacTBOp 0-dhTanaToB Ha OCHOBE AMUC-
TUNNUPOBAHHOW BOAbI 06bEMOM 1 1 1 KOHUEHTpaunen
avveTundTanaTa, guatundTanara, gubdytundTtana-
Ta, buc-(2-aTunrekcun)dranara u guHoHunNdgTanara
1-10-3-1 mr/n. MNpuroToBNEHWe pacTBOpa OCYLLECTBNSANN
nocrnefoBaTenbHeIM pa3baBneHmem. Maccy BellecTB
KOHTPONMPOBANu C NMOMOLLbIO aHanNMTUYECKMX BECOB
Shimadzu AUX 220. MNocne aToro B TeyeHue 25 cyTok
KOHTPONMpOBanu CoaepxaHme apupoB o-raneson
KMCIOTbI B UCCIIeQyEMOM pacTBope. [N 3Toro wnpu-
uem otbmpanu 1 mn BOGHOro pacTteopa, nomeLanm

€ro B CTEKIsIHHbIN 6tokc, 40OaBnsAnmM 1 M 9KCTpareHTa
(CCl,), npoBoaunu aKcTpakuuio TanaTtos B Croii pac-
TBOpWTENS, Nocre Yero oTéupanu mukpownpuuem 1 Mkn
MOMyY€HHOrO 3KCTPaKTa v MPOBOAWINM 0 XpOMaTO-Macc-
CMEKTPOMETPUYECKUIA aHann3. AHann3 ocyLecTBAANN
NepnoanYecky B TedeHne 25 CyToK.

PE3YJIbTATbI U UX OBCYXOEHWUE

VMccnepoBaHue xpomaTorpaduyeckmx cent

B 1abn. 1 npegcraBneHbl CKOPOCTM NOCTynne-
HUS OOHapyXeHHbIX O-pTanaTos 13 0opasuoB cent B
pacTBOpPUTENb, a TaKXe X abConTHOE coaepXKaHue
B pacTBOpUTEre Yepes Yac KoOHTakKTa.

Kak BngHo 13 tabn.1, HaumeHbLUee NOCTynnexHme
3(hMpOoB O-(PTaneBon KUCNOTbl XapakTepHO AN cenThbl
Agilent P/N 5183-4757-S, oHa siBnsieTcs HU3kohOHOBOM
1 BblCOKOTeMMnepaTypHou [8].

Bbicokne (hoHOBbIE MOCTYNNEHWS O-(pTanaTos 13
CENT NOATBEPXKAEHBI XPOMATO-MaCC-CNEKTPOMETPUYECKIM
aHanusom Bbicokounctoro CCl,. Pesynbetatel aHa-
nusa npegcrtasneHbl Ha puc. 3-6. Mcnonb3oBaHue
OTEYECTBEHHOW CENTbI M BbICOKOW TemmnepaTtypsbl
nucnapuTens He NO3BONSAET ONpeaeNnsaTh KOHLEHTpaLmm
OB® Huxe, yem 2.2 mr/n n 03P Huke, yem 0.8 mr/n.
OTo NpUBNN3NTENBHO B ThiCAYY pa3 npeBbillaeT
BO3MOXHbIV Npeden obHapyXeHust XpomaTo-macc-
CMNEKTPOMETPUYECKOrO aHan13a n BegeT K COOTBET-
CTBYIOLLMM CUCTEMATUHECKUM MOTPELLHOCTAM onpeae-
nexus. NprumeHeHne H13kooHoBow cenTol Agilent P/N
5183-4757-S npnBoguT Kk 100-kpaTHOMY YMEHbLLEHWIO
BbICOT NMMKOB chTanatos. (puc. 4). CHxeHne Temnepa-
Typbl ucnaputens oo 170 °C npMBoanT K NpakTU4ecku
NOMHOMY yCTpaHeHuto curHana ot Ab® n A3 (puc.
5). PaumoHanbHbIM NpyuemoM, No3BonsLWmMM n3ba-
BWTbCS OT MOCTYNIEHNS 0-pTanaToBs B ra3-HOCUTENb,
ABNSAETCS NPUMEHEHME creunanbHON Hacagku Ans
ucnaputens pupmel Merlin (puc. 7), \CNONb30BaHHON B

Ta6bnuua 1
MocTynneHne o-TanaToB U3 pasnuyHbix cent, T=25+1°C
CkopocTb nocTynneHus B pacteopu- | CogepxaHue B pacTBOpUTENE Yepes
OBpaseL XDOMATOrDA- Tenb, M-CM2-MUH"’ 1 Yac KoHTakTa, Mr
g)wqeLtl.':KcE)ﬁ CeI'ITpr Buc-(2- Buc-(2-
anbytundTtanar 3TUNreKkcun) anbytundTtanar 3TUNreKkcun)
dTanar dTanar
OTevecTBeHHas 43 ns
TV 381-005-1165-92 210 6:10 0.50 + 0.05 0.015 £ 0.002
Agilent 5080-8894 310+ 2103 0.050 + 0.005 0.50 + 0.05
Thermo Finnigan 105 Py A
31303211 410 510 0.020 £ 0.002 (2+0.2)10
Thermo Finnigan s Py A
313G3211-1 110 510 0.004 + 0.001 (2+0.2)10
SGE AUTO-SEP Pkt.25 Py PP Ans A
BATCH CO5-01 2.510 2.510 9+ 1)10 9+ 1)10
Agilent 407 10-6 10-5 10-4
P/N: 5183-4759-S 210 210 (5+0.5)10 (6 £ 0.5)10
Agilent 10-8 407 105 105
P/N 5183-4757-S 810 310 (2+0.3)110 (2+0.2)10
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paboTe [4]. 3To npucnocobneHne xapakTepuayeTcs
OTCYTCTBMEM NNACTUPULNPOBAHHOWN NONMCUITOKCA-
HOBOW CenTbl, KOTOPYD HEOBXOAUMO MpoKanbIBaTb
urnowv mukpownpuua [9]. 13 puc. 6 BugHo, 4To faxe
npu Temnepatype ucnaputens 280 °C ¢ooHOBbIE NUKK
oT AB® n 43I® npakTuyeckn OTCyTCTBYIOT.

WccnepoBaHue YNCTOTLI pacTBopUTEnen

Pesyneratbl aHanm3a pasnmnyHbiX KOMMEPYECKMX
pacTBopuTenen npueeaeHsl B Tadn. 2. M3 tabn. 2

= 280 °C, Hacagka ans ucnaputens dupmbl Merlin

cnepyer, YTo cofepXaHue o-hTanartoB (Yalle BCero
OB® n O3®) B kOMMEPYECKMX PACTBOPUTENSAX MOXKET
ObITb BeCbMa BbiCOKMM. KoHueHTpauusa Ob® n 03I
pocturaet 150-7 mr/n. Ecnn ncnonb3oBaTtb pacTBo-
puTenb C TakUM COoAepPKaHMeM O-hTanaTtoB B Kade-
CTBE 3KCTpareHTa Ans aHanmnsa obpasLoB pearbHom

BOAbl, coaepxallern n-10- mr/n dotanatos, ¢ MUKPO-
3KCTPaKLMOHHBIM KOHLEHTPUPOBAHUEM, 3aBbILLIEHNE

pesynbTata onpeaeneHns Moxet coctaBuTb 10°paas.
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Pwuc. 7. Hacagka ansa ncnaputens doupmsl Merlin

O PHEKTUBHBIM METOLOM O4UCTKN KOMMEPYECKMX
pacTBopuTenemn ot npumecen apupos o-prtaneson
KMCNoTbl siBnsieTca paneesckas auctunnauna [10].
Mpouecc anctnnnaumm Panes onucbiBaeTcsa ypas-
HEeHVeM: (a—1)

1 vV a
2-1x()
Xo @ 0 , N

roe a — kKo PULNEHT pasgeneHns, a = _; X — CO-
OepXXaHne NpUMecH B XXUOKOCTU B TEKYLLMN MOMEHT
BPEMEHY; ¥y — cogepkaHmue Npumecun B nape B TeKy-
LM MOMEHT BPEMEHW; X, — CoAepXKaHne npumecu
B XMOKOCTW A0 ncnapenus; V — obbem Xngkoctu B
NeperoHHoM Komnbe B TEKYLLMIA MOMEHT BpeMeHu; V,
— 00BbeM XMAKOCTU A0 UCNapeHus.

Yem Bonblue 3Ha4eHune a, TeM 3 eKTUBHEE OUNCT-
ka. B cnyyae cuctemsl H-okTaH — adoupbl 0-pTanesomn
KMCNOTbI naeanbHbIN KOAPMULNEHT pasaeneHns co-

ctaBnseT BenuynHy 1.4-102-10%, noatomy pacTBopuTenb
MOXET ObITb 9¢p(PEKTMBHO OUULLIEH OT O-(bTanaTos.
PaHee Obino nokasaHo, 4to acpdeKkTnBHbIE KO3 DU-
UMeHTbI pasgeneHus, 6nmakme K paBHOBECHbIM, OCTU-
ratoTCs NpU CKOPOCTAX AUCTUNNALMM PacTBOPUTENS
Ha ypoBHe (2-6)-10-* r-cm2-¢c'[10]. MoaToMy B Hallem
crny4ae CKOpOCTb NEPEroHKn cocTaBnsana BennunHy
6-10* rcm2c.

Onsa nonyyeHns Hanbonee YNCTbIX NOPLMUIA
pacTBopuTens HeobxoanmMo oTbupaTb HebonbLlune
obbembl neperoHsemoro pactsoputens. B Hawem
cnyyae ncxogHoeln 06beM pacTBopuTens Ans nepe-
roHkun coctaBnsan 100 cm®, a 06bEM OYNLLEHHOIO
pactBoputens — 5 cm®.

B Tabn. 3 npuBeaeHo cogepxxaHue npumMecem
0-(pTanatoB B HEKOTOPbIX PACTBOPUTENSIX A0 1 NOCne
OYMCTKM PINEEBCKOW ANCTUNNSALMEN CO CKOPOCTbIO UC-
napeHusi 6:104 r-cm2-¢c”'. Mocne oAHOKPaTHOM OYNCTKM
o-TanaTbl O6HapyXeHbl TONbKO B U30OKTaHe, YTO
CBS13aHO C X BbICOKMM UCXOOHbIM COAEPXKAHNEM.

WccneposaHue BcnoMorarternibHbIX MaTepuarnos
13 NNacTU(PULUNPOBAHHBLIX NONIMMEPOB

ELLle 04MH MCTOYHUK NOCTYNNEHNs o-pTanaTos B
aHanuaupyemyo npoby — eMKoCTU Ans XpaHeHus npob,
YMMOTHEHWSA A5 KpbILek Buan u byTbinew, B obLiem

— BCe n3genus n3 nnactuumumpoBaHHbIX NONMMEPOB,
KOHTakTupytoLLme ¢ npobor. Hamu 6bino npoBeaeHo
ncecnegoBaHne NocTynnenuns 6uc-(2-aTunrekcun)
hTanarta, obHapyXeHHOro B cocTaBe NonMCUroKkca-
HOBOrO YMMOTHEHUS ANS KPbILWKX BUanbl, B pacTBo-
putens — CCl,. BbisBneHo, 4to cogepxaxue 1O B

Tabnuua 2
CopnepxaHue o-hTanaToB B pacTBOPUTENSX
CopepxxaHune agumpa o-pTaneBomn KUCIOTbI, MI/1.

PacTtBopuTtenb Mo o0 60 or® Ho
CCl, TY 6-09-3219 <210 | <210% <310 <110 <210°
(cTeknaHHas ByTbiNb)
CCl, TY 6-09-3219
(nnactmaccoBas <2103 <2103 150 £ 20 5.2+0.6 320 £ 40
OyTbinb
Tonyon TY 2631-020- 103 403 403 A2 PP
4449317998 <210 <210 (8 £3)10 (2.3+0.5)10 (5+1)10
AueToHnTpUI <210 <210 <310 <1107 <210°
(cTeknsiHHasa amnyna)
OtaHon TexH. FOCT N3 (5.0 403 N3 403
1830087 <210 0.6)-10" <310 <110 <210
OTtaHon nuw,. FTOCT N3 403 403 403 403
51652-2000 <210 <210 <310 <110 <210
MetaHon TY 6-09- n3 an3 42 e 1n3
1709-77 <210 <210 (2.7+£0.6)10 (6.2+0.6)10 <210
H-OkTtaH MPTY 6-09- N3 103 103 103 103
3748-74 <210 <210 (8+2)10 (7 £3)10 <210
lekcaH «Kprioxpom» <2103 <210 (1.5+0.2)-10" <1103 <2107
MN3ookTtan NOCT AN AN A (4 £0.3) AN
12433-83 <210 <210 (2+0.2) 10 10- <210
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Ta6bnuua 3

CopepxaHue achnpoB 0-(pTaneBon KUCNOTbl B paCTBOPUTENAX 40 M NOCHE OYUCTKN OLHOKPATHOW PaneeBCcKom

anctunnaumen (n = 3, P =0.95)

CopepxxaHue adpupa o-pTaneBon KNCNOTbl MOCIe OYNCTKKU, Mr/n
PacTtBopuTtenb
OMO jatclo] OBo O3ro OH®
H-OKTaH <2103 <1103 <4103 <4103 <2103
OTaHon <2103 <1103 <4103 <4103 <2103
ALETOHUTPUI <2-10° <1103 <4103 <4103 <2103
N3ookTaH <2103 <1103 (3.5+0.7) 102 (1.0+£0.2) 10 <2103

pacTBOpUTENE POCHO B CBSA3M C Er0 NOCTYMMEHNEM U3
YMMOTHEHUS KPbILLKM BUarbl. OTO NOKa3aHo Ha puc. 8.

Takas ckOpoCTb MOCTYMNeHUs o-prtanaTa B
pacTBopuTenb NPUBOOMUT K KOHLEHTpaLMK 3TOro co-
€[VHEHUs, paBHOW 2.7 Mr/n, Yepes CyTKN KOHTaKTa
pacTBOPUTENS C YNINOTHEHNEM KPbILLKM BUanbI.

Mpu nccneposaHun proponnacta-4, aupos
Oo-bTaneBou KUCMNOThLI B €r0 cOCcTaBe He 0bHapyxe-
HO. AHanornyHele pesynsraThbl 4ano nccrnegoBaHve
nonunaTumneHa.

MocTynneHue achupos o-pTaneBon KUCMNOTbI
13 YNNOTHEHUN ANS KPbILEK BbIABIEHO HAMW NpU
nccnegoBaHnn 0opasuos by TunmpoBaHHoOM Boapl [5].
PesynetaTthl aHanusa metogom MK-cnektpockonum
nokasanw, 4YTo ynnoTHeHus Oblny N3roToBMEHbI U3
cononumepa aTuneHa n BuHunauetata. CornacHo
naTeHTHbIM fOKyMeHTam [11, 12] n gpyrum nuteparyp-
HbIM MCTOYHMKaM [13] o-bTanaTtbl HacTo NCNOMb3YHOT
Kak nnactudukaTopbl 4ns NOA06HbIX CONONIMMEPOB.
Mpoknagku Ons KpblleK N3roTaBnmMBaloTCs Takxke
M U3 pyrux noiMmmMepoB, NnactTupuumnpoBaHHbIX
achupamu o-cptanesomn kucnotsbl: NBX, nonuctmpo-
na, nonvkapboHaTa, nonuacpupos 1 T. 4. K npumepy,
MNBX-maTepunan gnsa ynsioTHEHUN KPbILLEK COOEPXUT
35 % 03rr®. Hawm nccnegosaHus ¢ UICNOMNb30BaHUEM
TeTpaxJlopMeTaHa B Ka4ecTBe 3KCTpareHTa ans npo-
BeEHMS IKCTPAKLMM U3 MONMMEPHbIX YNIIOTHEHUI
ON15 KPbILLEK TaKkXXe noKasanu, YTo B X CoOCTaB BXOANUT
oonee 10 % O3I® n 0bO.

[na npegoTepalleHns 3arpa3HeHns pacTBopu-
Tenew, cTaHaapToB, 00pa3L0B A5 aHanm3a u pyrmx
MaTtepuarnoB agupamun o-prtaneson KUCAOTbl HAMK
NCMOMb30BaHO XpaHeHWe X B 3anasgHHbIX CTEKIISAH-
HbIX amnynax. XpaHeHne B CTEKIISHHbIX aMmnynax c
6e3cma3oyHbIMY (PTOPONNACTOBLIMU KpaHaMM UK
CTEKNSAHHBIX EMKOCTSAX C NPUTEPTLIMU CTEKITSAHHBIMM
npo6Kkamm BO3MOXHO MpuU U30MALMN UX OT hTanaTtos.

WUccnepoBaHue ruaponnTM4eCcKon
YyCTOMYUBOCTU IPMPOB O-PTarneBon KUCIOTbI

ELwe oanH BaXKHbIM NCTOYHUK POPMUPOBaHUS
CUCTEMATUYECKON NOrpeLlHOCTN CBA3aH C HecTa-
BUNbHOCTLIO 06Pa3LOB CPaBHEHUS U aHANU3UPYEMbIX
BOAHbIX pacTBOpoB. B BogHoM cpeage nponcxoant
rmaponms acpmpoB o-pTaneBon KUCIOoTbl (CM. puc. 9),
YTO MOXET NPUBOANTL K 3aHUXKEHHBIM pe3yribTatam
aHanu3a. Puc. 10 nnnoctpupyeT guHamMuky ruaponusa
OM®, 03D n O37.

—_
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B S S o S ]
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o

[
n
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Puc. 8. MNMoctynnenue O3I® B pacTBOpUTEND U3
YNNOTHEHUS ANA KPbILLIKX BUanbl

i i /\é\
= O/\J;v\ HOH o T
e | s} OH

& \/t/v & MOHO-{2-aTHnrekcin kpTanat

+ —

* Ho

2-aTnn-1-rexkcaHon

o]

_— @io + 5 HOU/\/\
|
o]

hTanesbi aHrugpKa

Puc. 9. Cxema rugponusa 43I

70,0
60,0
Z 50,0
5400
2300

£20,0 4

= 4

510,0
0,0 r r .

0,0 10,0 20,0 30,0

T,CYTKM

—— MO
—a—[130

=03l

Pwuc. 10. 3aBucumocTb nnowagen NnnMkos, COOTBET-
cTByHOLWMX adhmpam o-ptanesow knucnotel (QMS, 1O,
O3l®), oT BpeMeHn XxpaHeHns BOOHOro pacTeopa
o-tbTanartos npu Temneparype (25 + 1) °C

Kak BuaHo 13 puc. 10, acompbl 6onbLiero mo-
NeKynsipHOro Beca rmgponuaytotcs bbicTpee, 310 xe
noaTBEPXOalT nuTepaTypHble UCTOYHUKK [14, 15].
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M3 puc. 10 crneayerT, 4To CTaTUCTUYECKU 3HaAYMMOe
yMeHblUeHVe koHueHTpauuu (20 % n 6onee) Hanbonee
rmgponusyemoro o-cpranata (43I®) HabnogaeTca
CMycTs TPOe CYTOK Mocne NpuUroToBrieHNss MOAErb-
HOro pacteopa. YMeHbLUEeHNe KOHLEHTpaLmmn yepes
10 cyTok coctaBnsieT 1.6 pasa. B cBA3u ¢ 3TuM He
pekoMeHAyeTCca XpaHuTb BogHble obpasubl bonee
Tpex cyTok nocrie otéopa npoobsbl.

3AKNIOYEHUE

BblisiBfiEHbI UICTOYHUKN, OOPMUPYIOLLINE CUCTE-
MaTU4YecKkue NorpeLlHoCTM Npu razoxpomarorpagu-
YecKoM onpeaeneHnn manblX KOHLEHTpaLmM 3achmnpoBs
o-(pTaneBou KUCNOTLI B BOAE 1 pacTBoputensx. lNo-
CTynneHne agmpoB o-hTaneBom KUCNOTbI U3 XpoMa-
TorpadMyeCcKnX CENT MOXET OCIIOXKHATL ONpeaeneHne
KoHueHTpaumm b® n 13Id Ha yposHe B 10-1000 pa3
npeBbiLLALLLEM Npeaen 0GHapyXeHNs XxpomaTo-Macc-
CMEKTPOMETPUYECKOro 0OHapyXeHus. 3aHMKEHHbIE
pes3ynbTaTthbl ONpeaeneHns o-pTanaTos B BOAE MOTyT
ObITb CBSA3aHbI C X TMAPONM30M 32 BPEMS XPaHEHMS
GonbLue Tpex cyTok. HegoctaToyHas ynctoTta pacTeo-
puTenemn MoxeT NPUBOAUTbL K 3aBbILLEHUIO pe3yrib-
TaToB onpefeneHus Ha 2-3 nopagka. [na o4ncTkm
3arpsi3HeHHbIX pacTBOpPUTENEN NPEeANoXeH MeTo
paneeBCKON ANCTUMNIALMM CO CKOPOCTbIO ucnape-
HUs1 pacTBopuTens n-6-10“ r-cm?-c™!, no3sonstoLwmn
nony4aTtb pacTBOPUTENW C COAEPXKaHNEM NPUMECEN
Huxke (1-4)-10-° mr/n.

Paboma ebinonHeHa npu ¢puHaHcosou rnood-
Oepxke epaHma PO®U 11-03-00524-a «Paspabomka
8bICOKO3(hGhEKMUBHO20 XUOKOGAa3HO20 MUKPOIK-
CMpakyUuoOHHO20 KOHUeHmMpuposaHus rnpumeceu
HaHoducrnepaupo8aHHbIM IKCMPAa2eHMOoM».
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PECULIARITIES OF GAS-CHROMATOGRAPHIC DETERMINATION
OF o-PHTHALIC ESTERS IN WATER
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Tropinina Str., 49, Nizhny Novgorod, 603950, Russian Federation
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The peculiarities of gas-chromatographic determination of o-phthalic esters are discussed. The
sources forming the systematic errors were revealed. The main source is connected with diffusion of
o-phthalates from chromatographic septum. It is found that the delivery of o-phthalates from native
chromatographic septum approximately 1000 times higher than detection limit and does not allow
to determine the concentration of o-phthalates in water below than 0.8 mg / |. The factor, connected
with the contamination of o-phthalates from the solvents, can lead to 102-10° fold overestimation of
the impurity determination. For purification of solvents a Rayleigh distillation method with evapora-
tion rate n-10-* g cm?2-s™is proposed. It alowes to obtain solvents with the impurity content lower than
(1-4)10-* mg/l. Underestimation of determination results may be related to the hydrolytic instability of
the phthalates. It is found that the storage of samples over than three days after sampling leads to a
statistically significant (20% or more) reduction of the concentration of the hydrolyzable o-phthalates.

Key words: systematic errors, esters of o-phthalic acid, plasticized polymers, hydrolysis of
impurities, GC-MS, rayleigh distillation
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