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MpoayKT B3aMMoAeNCTBUS CUHIIIETHOMO KUCITOPOAa C O-TEPNUHEHOM, ackapuaor, MOXeT ObiTb
MCNonb30BaH NPy KOCBEHHOM ra3oxpomarorpadguyeckom onpeaeneHmm MacCcoBOW KOHLEHTpaLmm
CVIHITIETHOTO Kucrnopoga B Bo3ayxe. OgHako ackapyaon — TepMUYecky HecTabnnbHoe COeaMHEHNE,
crnocobHoe n3omepur3oBaTbCs No4 AeNCTBUEM TeMMepaTypbl B Xo4e aHanmaa.

MeTooomM XxpoMaTo-Macc-CrnekTPOMETPUN MAEHTUDULMPOBAHbBI NPOAYKTbI TEPMUYECKOTO
pas3noxeHunsa ackapugona: udoackapmugon, 1,2-aTokCu-rn-meHTaH-3-oH 1 3,4-3TOKCU-1-MeHTaH-2-
OH. YCTaHOBIEHO HECOOTBETCTBUE MACC-CMNEKTpa ackapuaona, nofly4eHHoro B HacTosiLLen pabore,
Macc-cnekTpam, npmeefeHHbIM B 6a3ax aaHHbix NIST. ViccnegoBaHbl 1 ONTUMU3MPOBAHbI YCITOBUS
rasoxpomarorpaduyeckoro onpeaeneHns ackapuaona: TemnepaTypbl UCnapuTens n AeTektopa, He-
006X0OMMOCTb KOHOANLMOHMPOBAHUSA XpOMaTOrpadoUUECKon KONIOHKM 1 NapaMeTpbl ero NpoBeAeHNS.

Knroueebie cnoea: ackapuaorn, CUHIMETHbIN KMcnopoa, rasoBasi xpomartorpadus, xpomaTo-
MacC-CrneKkTpoMeTpus.

OBeukmH AHapen CepreeBud — acnupaHT Xxumuyeckoro cpakynbteta CaHKT-
MeTepObyprckoro rocyaapcTBeHHOro yHuBepcuteTta, nHxkeHep 1 kareropum ®ryn «PHL, «Mpwu-
KrnagHas XuMus».

O6nacTb Hay4YHbIX MHTEPECOB: MeTOAbl KOHTPOJIA 3arpsA3HEHUsA OKpyKaloLwen cpeabl.

ABTOp Tpex nyo6nmkauuim.

PenHreBepy Muxaun [JaBugoBu4 — KaHaMAaT XMMUYECKUX HayK, HadyanbHUK AHanuTu-
yeckoro yeHtpa PIryMn «PHLU «MpuknagHasa xumus».

O6nacTb Hay4YHbIX UHTEPECOB: ra3oBas U XXUAKOCTHaA XxpomaTtorpacdus, xpomaTo-macc-
CMeKTpoMeTpusi, METOAbI U CPeACTBA aHANIUTUUYECKOro KOHTPOTS.

ABTop 6onee 160 ny6nukaumn.

KapuoBa Jllogmuna AnekceeBHa — JOKTOP XMMUYECKUX HayK, npodpeccop kacdenpbl op-
raHn4yeckom xumum xumuyeckoro cpakynbteta CaHkT-lleTepOyprckoro rocyaapcTBeHHOro
yHUBepcuTeTa.

O6nacTb Hay4HbIX UHTEPECOB: XpoMaTorpaduyeckme n anekTpodgopeTuyeckue MeTo-
Abl onpeaeneHns 6MONorM4eckn aKTUBHbIX COeAUHEHUN B CIOXHbIX MaTpuuax; on- u off-
line KOHUEHTPUpPOBaHWe; OpraHM3oBaHHble cpeAbl: MULENSbl, KpayH-COeAUHEeHWUS, LUKII0-
OEeKCTPUHbI, MUKPO3MYJbCUMN.

O6uee ynucno ny6nukauum — 540.

BeeaeHue onpepeneHne ackapuaora B akCTpakTax ¢ nonMmep-
Horo copbeHTa ¢ HaHECEHHbIM Ha HETO O-TEPMUHEHOM
Ackapupon — cTabunbHas npupoaHas aHaone- MOXeT BbITb MCMONb30BAHO AN ONpeaeneHns coaep-
pekucb, NpeacTaBnstoLas cobon MacnsaHUCTYHO Xna- aHWUs! CUHTTIETHOTO KUCIIOPOAA B BO3AYXE.
KOCTb C XapaKTepHbIM Pe3kvM 3anaxom 1 TemnepaTypoi CUHIMETHBIN KnCcnopoa — 3T0 ABa BO30YKAEHHbIX
3amep3aHus 2.5 °C. HarpesaHue ackapugonanpuar-  yeractaburibHbLIX COCTOSHUS MOMEKYNSAPHOrO KUCIO-
mocdepHom aasneHun ao 130-150 °C npmBoamT K Obi- poaa, obrnagatLLux sHepruen Gonblueit, 4em y KUCTo-
CTPOMY €ro pasfiokeHuto, CONpoBOXAatoLLEMYCS CaMO- poaa B OCHOBHOM TPUNMEeTHOM cocTosiHun. OH obpa-
pasorpeBoM Ao 250 °C [1]. lTa3oxpomatorpaduryeckoe 3yeTcs (POTOXMMUYECKU U3 TPUMMETHOIO KMCnopoaa
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npu OENCTBUM CBETA Ha NOMUUMKIMYECKME apomaTu-
YyecKue yrneBogopoabl, KOTopble BbibpackiBatoTCs B
aTmocepy NpMpoaHbIMK (BYNKaHbI, NIeCHblE noxa-
pbl) 1 @aHTPOMOreHHbIMU (AaBTOMOBMIbHbIE BbLIXIIOMbI,
T3C, mycopocxkuratowme 3aBobl) UICTOUYHUKaMu. B
pesynbrate B3aMMOAENCTBUSA CUHITIETHOIO KMCIOPO-
[a C HeHachblLLEeHHbIMY yrneBogopoAamMu obpasytoT-
Csl annunbHbIE N 3HO0-MEPEKUCK, pacnag KOTopbIX
NpMBOAUT K psiAly NPOLIECCOB, FEHEPUPYIOLWLMX ONOK-
cna asoTa [2]. OBpasytoLmecs nepeknucu u Henocpea-
CTBEHHO CUHINETHbIN KACNOPOL CMNOCOOHbI HAHOCUTL
BpeA XuBbiM opraHuamam. C aTum cBsi3aHa Heobxo-
OMMOCTb KOHTPOINS cofepXXaHusi CUHINIETHOrO KMCMo-
poaa B atmocdepe.

CyLiecTBytOT NpsiMble METOAbI ONPeAEeNeHnsi Co-
AepXXaHus CUHIMETHOro Kucnopoga B ra3oBon gase
[3-6]. Bce oHM obnagarT TEMU UMK MHLIMUK OFpaHu-
YEHUAMMU.

Tak, Hanpumep, He TpebyloLwni cTaH4apToB Me-
TOA M30TEPMUYECKOro KanopumeTpa — Manocernek-
TUBEH, NOCKOSbKY PErmcTpupyeT Bce 4acTuLbl, Ha-
xoaswuecs B BO30yxaeHHOM cocTtosHuu [3]. MeTog
doTonoHm3aumm obnagaeT BbICOKON YyBCTBUTENBHO-
CTbl0, O HAKO HanMyne B aHanM3mpyeMmom obpasue
npyMecen, MMeLLMX NOTEeHUNan NOHN3aUnn HUxXe
11 3B, nenaet ero HecenekTuBHbIM [4]. MeTog 3MP-
CNEeKTPOCKONUM NO3BONAET KONMNYECTBEHHO M3MeE-
pPATb KOHUEHTpaLMIO CUHITIETHOIO KUCnopoaa B ra-
30BOM (hase, NCNOMb3ys MOMEKYNAPHbIN KNCNOPOA
B OCHOBHOM COCTOSIHUM B Ka4yecTBe CTaHAapTa, o4-
HaKo MeToA NPUMEHUM TONbKO AN CUCTEM C NOHU-
XEHHbIM AaBreHuem [5, 6].

CVHIMETHbIN KMCNnopoa MOXeT ObITb onpegeneH
N KOCBEHHbIMW METOA4aMM No NpoayKTam ero B3anmo-
OENCTBUSA C pasnNUYHbIMKU coeguHeHuamun. na onpe-
OeneHns CUHIMETHOro K1cnopoaa B BO34yxXe MOXeT
ObITb UICNONb30BaH A-TEPMNUNHEH [7, 8]. BTO XNOKOCTb
¢ TemnepaTypou kunenusa 173 °C. MNpu B3anmoaen-
CTBWUW C CUHITIETHBIM KMCITOPOAOM O-TEPMUHEH C Bbl-
COKMM BbIXO4OM 06pasyeT aHAONEepeKnCb — ackapu-
0o [9-13] (puc. 1).

OpHako B xoe razoxpomaTorpadgmyeckoro aHa-
nv3a TepPMUYECKM HECTAOMIbHbIN ackapuaon npetep-
neBaeT psaa npespaLleHnii [14], 4To OCNOXHAET ero Ko-
NM4ecTBEHHOE onpeaeneHune n Tpebyet ontuMmsaumm
razoxpomaTorpadunyeckux yCrnoBui.

MocnenHee n 9BNSIETCS LENbo JaHHOM paboThl.

Puc. 1. Cxema obpasoBaHus ackapvaorna npu B3anmogen-
CTBWM CUHITIETHOIO KACMNOPOAa C O-TEPMUHEHOM
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3KCI1€pVIMEHTaJ1 bHaA 4YaCTb

[na npoBefeHUs 3KCNEPUMEHTOB MCMOSb30-
Banu ackapugon («City Chemical LLC»), maccoBas
00ns OCHOBHOrO BelllecTBa He MeHee 99 %, B kade-
cTBe pacTBopuTens npumeHsann 1,1,2-tpuctop-1,2,2-
TpuxnopaTtaH (xnagoH 113).

[aszoxpomartorpaguyeckmne nccrnegoBaHms npo-
BOOUNM Ha rasoBom xpomaTtorpade HP 6890 npous-
BoacTBa mpmbl Hewlett-Packard (Agilent), cHabxeH-
HbIM NfIaMeHHO-NOHM3aUNOHHBLIM AeTekTopom (ML),
KanunnsipHom kBapueBow konoHkon DB-5MS Ul (gnu-
Ha 30 m, anameTp 0.32 mm, TonwmHa nneHkn 0.5 Mkm)
1 nporpammHbiM obecneveHnem HP GC ChemStation.
PasgeneHne npoBoannv B pexrmMe nporpaMMmMpoBa-
HusA TemnepaTypsbl: n3otepma 60 °C B TeveHne 1.5 MuH,
Harpes o 110 °C co ckopocTbio 25 °C/MuH, n3otepma
5.5 muH, HarpeB o 160 °C co ckopocTbto 40 °C/MuH,
n3otepma 5 MuH. Temnepartypy ncnapurtens Bapbmpo-
Banwu B gnanasoHe 90-250 °C, Temnepatypy AeTektopa
— B gnanasoHe 230-270 °C. O6beMHbIV pacxod BO3ay-
xa - 400 cm®/MuH, Bogopoga - 35 cM®/MuH, nogayBoY-
Horo rasa (a3oT) - 40 cm®/MuH. Ta3-HocuTenb — asoT;
NMoToK rasa B KOMNoHke — 1.7 cM3/MUH; pexxum BBOAa —
Split 1:20; o6bem BBOAMMON NPO6LI — 10 MM3,

XpomaTto-Macc-CnekTpoMeTpUYeCKoe ccneno-
BaHWe MpoBOAUIIN Ha XpOMaTO-Macc-CrnekTpomeTpe
GC HP 5890 Series Il — MSD HP 5972A, cHabxeH-
HbIM KanuIsapHOM KBapLieBow konoHkon HP-5 (anuHa
30 m, anameTp 0.25 mm, TonwmHa nneHkn 0.25 Mkm) 1
nporpammMHbIM obecnedeHmem HP ChemStation ¢ 6a-
301 macc-cnektpos NIST98.L. PasgeneHune nposoaun-
N1 B pEXUME NMPorpaMMUpOBaHNs TemnepaTypbl: U30-
Tepma 60 °C B TeueHue 5 muH, Harpes o 160 °C co
ckopocTbto 7 °C/MuH, n3otepma 5 MuH. TemnepaTtypa
ucnaputens 250 °C, getektopa 160 °C. B kauectBe
rasa-HocuTens ncnonb3oBanu renui. oTok rasa B
konoHke — 0.885 cm®/muH; pexxum Beoaa — Split 1:30;
00bem BBOAUMON NPobbl — 1 MM3. QHEeprus NOHN3n-
pytomx anektpoHoB 70 aB. inanasoH peructpupye-
MbIX MaccoBbIx Yncen m/z = 42-250.

PesynbtaTbl n 0b6cyxaeHue

Mpu razoxpomaTorpaduyeckoM onpeaeneHnm
ackapugona Ha xpomaTtorpamMmMme permcTprupoBanoch Ye-
Tbipe nuka. [Ans naeHTudmkaumm KOMNOHEHTOB NPoBe-
O€EH XpOMaTo-MacC-CnekTpOMETPUYECKNA aHanm3 pac-
TBOpa 3TOro CoeAMHEHMS1 C MacCOBOW KOHLEHTpaLMen
100 mkr/cm?. YcTaHOBMNEHO, YTO Hanbonee NHTEHCUB-
HbI NMK OTBEYAET ackapuaony, OCHOBHOWN NPUMECHI0
SABNSAETCA M30ackapuaor, Kpome Toro ObIn OeHTH-
duumpoBaHsbl 1,2-anoKCU-n-MeHTaH-3-0H 1 3,4-3MoKcu-
M-MeHTaH-2-0H.

MoeHTudukaums ackapuaona n nsoackapuao-
na 6bina 3aTpygHeHa 13-3a HEKOPPEKTHOCTU MMELD-
LLUMXCS BUBNMOTEYHbIX MacC-CMNeKTPOB.

[Mony4eHHbIM HaMKM Macc-CnekTp ackapugona
(puc. 2) B 6a3e gaHHbix NIST98.L oTcyTCTBYET, HO NpY
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Puc. 2. Macc-cnekTp ackapupona, nony4eHHbI akcnepu-
MeHTanbHO

3TOM MOEHTUYEH Macc-CNeKTpy AaHHOro aHanuTa, npu-
BeZeHHomy B [15, 16].

B 6a3e gaHHbix NIST98.L ackapugony oteeva-
0T ABa Macc-cnektpa (puc. 3 1 4), 0anH U3 KOTOPbIX
(puc. 3) 6rin3ok NoNy4eHHOMY HaMu Macc-CnekTpy U3o-
ackapugona (puc. 5).

Ha cawite anekTpoHHo 6a3bl gaHHbIX NIST [17]
n B 6ase gaHHbix NIST08.L npmuBegeH macc-cnekTp
ackapugona, npeactaBneHHbIn Ha puc. 6. OH 3ameT-
HO OTNMYaeTCs OT MacC-CNeKTPOB, NPeACTaBNeHHbIX
B 6a3e NIST98.L n nony4eHHOro Hamu.

[nsa gononHuUTenbHOW MAeHTUdMKaUUN HaMK
paccuynTaHbl MHOEKCHI YOEPXKMBaAHUS 3TUX aHANUTOB
ans HenonsipHon a3kl (1236 + 1 1 1304 + 1 ans acka-
puaona u n3oackapuaona, CoOoTBETCTBEHHO), 3Ha4ve-
HWS KOTOPbIX B NpeAeriax NorpeLHoCTN CornacyTcs
C VIHOEKCaMM yaepKMBaHus, npuBegeHHbIMU 1 B 6ase
AaHHbIX NIST, a umeHHo: 1242 + 7 onsa ackapugona u
1304 + 8 pnsa nsoackapugona.
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Puc. 5. Macc-cnekTp nsoackapugona, nony4eHHbln akcne-
pUMeHTanbHO
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Pwuc. 3. Macc-cnekTtp ackapugona ns 6ubnmnorteku NIST98.L,
MS Homep 7498
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Puc. 4. Macc-cnekTp ackapuaona ns 6ubnmotekn NIST98.L,
MS Homep 110292

Takum obpasom, onnpasicb Ha aKkCnepumeHTanb-
Hble 1 IuTepaTypHble AaHHbIE, MOXHO 3aKMNYnTb, YTO
onybnukoBaHHbIN B 6a3e gaHHbix NIST98.L macc-
CNeKTpP, NPeACTaBeHHbIN Ha puc. 3, AOMmKeH ObITb OT-
HeCeH K n3oackapuaorny, a Macc-CnekTp Ha puc. 4 aB-
nseTtcsa KoMbuHaumMen Macc-CneKkTpoB ackapugona u
nsoackapugona.
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Pwuc. 7. 3aBucMMOCTb NnoLLaam nvka ackapuaona v ero n3o-
MepOoB OT TemnepaTtypbl ucnaputens npu temnepatype NN
250 °C: 1 — ackapugon, 2 — nsoackapvaorn, 3 — 9NoKCMMeH-
TaHOHbI (CYMMapHO)
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Puc. 9. MpoayKTbl TEPMUYECKOTO pasfoxXeHust ackapuaona
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Puc. 10. 3aBucMmocCTb nnowiaaun nuka ackapugona u ero
M30MepoB OT YMcna nocrieagoBaTtesibHbIX BBOAOB pacTBO-
pa c MaccoBoOW KOHLeHTpauuel ackapugona 10 mkr/cms:
1 — n3oackapugon, 2 — ackapugon, 3 — 3aNOKCUMEHTaHO-
Hbl (CyMMapHOo)
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Puc. 11. 3aBucumocTb nnowaan nvka ackapugona u ero
M30MEepPOB OT YMcna nocnenoBaTenbHbIX BBOAOB PacTBO-
pa C MaccoBOW KOHUeHTpauuen ackapugona 50 mkr/cms:
1 — ackapupon, 2 — nsoackapuaorsn, 3 — 3aNOKCUMEHTaHO-
Hbl (CYyMMapHO)
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Puc. 8. 3aB1McrMmMocCTb Nnowaau nuka ackapuaona u ero n3o-
MepoB oT Temnepatypsl N npy Temnepatype ucnapure-
ns 120 °C: 1 — ackapugorn, 2 — n3oackapugorn, 3 — anokcu-
MEHTaHOHbI (CYMMapHO)

[nga onTumMmusauum ycnoBuii rasoxpomaTorpa-
dmyeckoro aHanmnsa ackapugona npv BapbypoBaHnu
TemnepaTyp ucnaputens n 4eTekTopa ucnonb3oBanm
pacTBOp ackapugoria c MacCoBOW KOHLeHTpauuen 50
mkr/cm. TpeaBapuTenbHO KoMoHKa Oblna KoHAMLMO-
HMpOBaHa PacTBOPOM ackapugona ¢ MacCOBOWM KOH-
ueHTpauuen 1000 mkr/cmd.

YcTaHOBMNEHO, YTO NOHMXEHNE TeMnepaTypbl
ncnaputens NpuBOAUT K YBENMYEHUIO MO Nnka
ackapvaona, npy 3ToM nnoLliaam NMKOB n3oackapunao-
na 1 3NOKCMMEHTaHOHOB YMeHbLuatoTes (puc. 7). Mpu
Temnepatype ncnaputens 90 °C nonyyeH Hanbonee
WHTEHCMBHBIN CUrHan Ans ackapvaona.

OpHako npu TemnepaTtypax UCnapuTens Huxe
110 °C Habntoganu HenonHoe ucnapexHne npobbl 13
WHXEKTOpa, YTO MOXET UCKaxaTb pesynbraThbl nocrne-
OYILMX aHanu3os. [103ToMy 3a oNTUMarnbHy TeM-
nepaTypy ucnaputens npuxsinm 120 °C.

YBenuyeHue Temnepatypsl [MAL npnuBogmnT K BO3-
pacTaHWIo YyBCTBUTENBHOCTH KO BCEM KOMMOHEHTaM
(puc. 8). MNpn TeMnepaTypax getektopa Bbiwe 240 °C
nnowaab N1ka ackapugona npakTU4ecky He 3aBUCUT
oT Temnepatypsl. [Ana gansHenwen paboTel BbIOpa-
Ha TemnepaTypa getekTopa 250 °C.

OcHoBbIBasiCb Ha U3MEHEHUN COOTHOLLIEHNS MO~
Llaaer NMKOB ackapuaona, u3oackapuzaorna u arnokcu-
MEHTaHOHOB C U3MEHEHMSIMUN YCIIOBUIN ra3oxpomaro-
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Puc. 12. 3aBucrMMoCTb nnowaan nuka ackapugona u ero
M30MEepPOB OT YMcna nocnenoBaTesbHbIX BBOAOB pacTBO-
pa C MaccoBOW KOHUeHTpauuel ackapmugona 500 mkr/cms:
1 — ackapugon, 2 — nsoackapmzaon, 3 — aNOKCMMEHTaHOHbI
(cymmapHo)
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rpacduyeckoro aHanmuaa (puc. 7 1 8), MOXXHO 3aKH4NTb,
4YTO N30MEpPbI ackapnaona siBMsTCA He MPUMECHBIMU
KOMMOHEeHTaMu, a NpoAyKTaMu TEPMUYECKOro pasno-
XeHus ackapugona (puc. 9).

[Ons BbisBNeHNs He06X0AUMOCTN KOHAULNO-
HUPOBAHNSA KOJTOHKM 1 ONpeaeneHust ycrnoBun ero
npoBefeHnsa B xpomaTorpad nocnegoBaTtefibHO
BBOAWIIM pacTBOpPbI ackapugona ¢ MacCoOBOW KOH-
ueHTpaunen 10, 50 n 500 mkr/cm® npu BbIGpaAHHbIX
Temnepartypax ucnaputens (120 °C) n getektopa
(250 °C) 1 namepsanu nnowaan NMKOB ackapugona
n ero nsomepos. CornacHo NonyyYeHHbIM AaHHbIM
(puc. 10-12) nepen aHann3oM razoxpomartorpadu-
YECKYH KOMOHKY He06X04MMO KOHOULMOHMPOBAaTb
nyTem BBOAA KOHLEHTPMPOBAHHbLIX PACTBOPOB acka-
pugona (50-500 mkr/cm®) He meHee 4 pas.

HangeHHble razoxpomaTtorpaguyeckume yc-
noBusa onpeaeneHns ackapugona dyayT ucnonb-
30BaHbl MpU peLleHnn 3agadmn KonnyeCcTBEHHOro
N3MEpPEHNST MAacCOBOWN KOHLIEHTPALUXU CUHTMIETHO-
ro Kmcnopoga B rasoBbiX MOTOKaX MO €ro peakuum
C O-TEPMVHEHOM.

Aemopsbl npusHamersibHbl 3a Mo00epKy u 0b-
cyx0eHue pabomel eeHeparnbHomy dupekmopy 3A0
«OlNT3K» B.l1. YenubaHosy.
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GAS CHROMATOGRAPHIC DETERMINATION OF ASCARIDOLE
— THE PRODUCT OF SINGLET OXYGEN AND a-TERPINENE
REACTION
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The reaction product of singlet oxygen with a-terpinene, ascaridole, can be used in an indirect
gas chromatographic determination of the singlet oxygen mass concentration in the air. However,
ascaridole is a thermally unstable compound, which can isomerize due to high temperature exposure

during the analysis.

Thermal decomposition products of ascaridole were identified by gas chromatography-mass
spectrometry: isoascaridole, 1,2-ethoxy-p-menthane-3-one and 3,4-ethoxy-p-menthane-2-one. The
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discrepancy between obtained mass spectrum of ascaridole and mass spectra shown in NIST databases
was found. The dependence of ascaridole signal intensity from temperature of injector and detector and
from column conditioning was established. These conditions were investigated and optimized.

Key words: ascaridole, singlet oxygen, gas chromatography, gas chromatography-mass spectrometry.
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