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PE3IOME

Besedenue. O01MICTIPOMBIIIIICHHBIC 3aTPSI3HUTEIN B UKMCIO KOTOPHIX BKIIIOUCHEI JICTYIHE IIPOMBIIIUICHHBIC
zarpsisHutenu (JII13): annunxnopua, OyTUIXJIOPU, XJTOPOALIETOHUTPW, IEHTAXJIOPATAH, FeKCaXJI0paTaH,
mpanc-1,4-guxnop-2-0yTeH, aKpUJIOHUTPUI, METAKPUJIOHUTPUJI, METUIMETaKpWUJaT, ITUJIMETaKpuiar,
METWJIAKpUJIAT, 2-HUTPOIPOIAH, HUTPOOCH30J, OUATUJIOBBIM 3¢up, TeTparuapodypaH M IUCYIbGOUI
yIJepoaa IMPOKO IMPUMEHSIOTCS B OTEYSCTBEHHON XMMWYECKOM ITPOMBIIIJIEHHOCTH, OJHAKO A0 CHUX IIOP
He ObLIM pa3paboTaHbl 3(D(HEKTUBHBIE METOIBI KOJIMYECTBEHHOTO OIpeaeeHUs X OMOMapKepoB B OM0JI0-
TMYECKUX Cpeax paOOTHUKOB XUMUYECKUX ITPOU3BOICTB.

Llens uccredosanus — pazpadboTKa BHICOKOYYBCTBUTEIbHOI Ta30XpoMaTorpauyecKoit METONMKY OIpee-
JIeHUs coearHeHuii rpymmnbl JIT13 B 1ieIbHBIX KPOBU UM MOYE IS UX OMOJOrMYECKOro KOHTPOJIS U arpoda-
1I1sI METOIMKM C UCIIOJIb30BaHUEM MOEIMPOBAaHMS MHTOKCUKAIIMU Ha JJa00paTOPHBIX XKMBOTHBIX.
Mamepuaa u memoodst. DKCIIepUMEHTAIbHOE MOJEIMPOBaHNE MHTOKCUKAIIMM BBIIIOJHEHO MPU MOIKOXK-
HOM (T1/K) BBeIEHUM TOKCMKAHTOB caMIlaM KPOJIMKOB ITOpoAbl mmHInmuia. OmnpeneneHne 0MoMapKepoB
TOKCHKAHTOB BHITIOJIHSIIA C MCIIOJIb30BaHUEM Ira30BOT0 XpoMarorpada ¢ OMHOKBaIPYIOJIbHBIM Macc-aHa-
nuzatopoM (I'’X-MC) ¢ npeaBapuTeIbHbIM U3BJACYEHMEM KOMIIOHEHTOB M3 MapoBOM (ha3bl Hall 0Opa3LoM
TBEPAO(Pa3HON MUKPOIKCTPAKIIMU.

Pesyavmamot. PazpaboraHa u MeTpOJOrMYECKU aTTeCTOBaHA METOAMKA OIpeaeeHUs B KPOBU U MOYe aj-
JIWIXJIopuaa, OyTWIXJIOpUIA, XJIOPOALleTOHUTPWIIA, TEHTaxJopaTaHa, TeKcaxjJopaTaHa, mpawuc-1,4-au-
XJIop-2-0yTeHa, aKpWJIOHUTPUJIA, METaKpUJIOHUTPUIA, MEeTWJIMEeTaKkpuiaTa, 3TWUIMeTakKpujaTra, MeTU-
JlakpwiiaTa, 2-HUTporpornaHa, HUTpoOeH30J1a, TUITUI0BOro a¢upa, TerparuapodypaHa, U a1ucyiabduia
yriepoaa. JocTUTHYThIE Tpeaesibl KOJIMYECTBEHHOTO OIpeAeIeHUSI COCTaB/ISIOT He Oosiee 1 Hr/MJI IpH Ipe-
neje nerektrupoBaHus 0,2 HI/MJI B KPOBU U MOYE.

Oezpanuuenus uccaedosanus. TOKCUKOKMHETUYECKUE MTapaMeTphbl 3KCIIEPUMEHTaIbLHO OIpeaeeHbl Ha
OTHOM BHJIE KMBOTHBIX, IJISI SKCTPANOJISILIMK Ha YeJI0OBeKa MCI0JIb30BaHO a/UIOMETPUIECKOE MacIlTa-
OupoBaHuUe.

3akarouenue. AHAIN3 pe3yIbTaTOB OLIEHKU OXMAaeMbIX KOHIIeHTpanuii JII13 B KpoBH 1 ModYe IMOKa3bIBaET,
YTO OMOJIOTMYECKUI KOHTPOIb B paboueii 3oHe Ha yposHe 0,5 IIJIK,, BO3MOXHO OCYLIECTBUTH MJIS AU-
cyabduaa yriaepoja, IM3TUI0BOro adupa, oyruwixiaopuaa, 1,4-nuxnopoyreHa-2 u TeTparuapodypaHa npu
HUCCeIOBAaHUM KPOBU M MOYM; METAaKPUJIOHUTPUJIA U TeKcaxJiopaTaHa (HUKHee 3HaUeHME Mpeeia ornpeae-
JICHUST) — IIPU UCCIICAOBAHNH TOJIBKO MOYH.

Pa3zpaboTaHHble moaxoabl K 000CHOBAHUIO METOJOB OMOJIOTMUECKOI0 KOHTPOJISI BpEAHBIX BEIIECTB — 3TO
HaydyHO-MeToauueckas rmiaaTtdopma st BHeapeHust ouonornyeckux INAK u obecrieueHUsT XUMUYECKOM
6e3onacHocTu Poccuiickoit ®enepanun.

Karouesvie caosa: aAemyque opeanuvecKue 3aepAHumenu, 6MOMOHumOPUH€,' MemoouKa M3Mep€HLlL7,' xpomamo-
Macc-Cnekmpomenipus
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ABSTRACT

Introduction. General industrial pollutants, which includes volatile industrial pollutants (VIP) allyl chloride,
butyl chloride, chloroacetonitrile, pentachloroethane, hexachloroethane, trans-1,4-dichloro-2-butene,
acrylonitrile, methacrylonitrile, methyl methacrylate, ethyl methacrylate, methyl acrylate, 2-nitropropane,
nitrobenzene , diethyl ether, tetrahydrofuran and carbon disulfide are widely used in the domestic chemical
industry, but effective methods for the quantitative determination of their biomarkers in the biological media
of chemical production workers have not yet been developed.

The purpose of the study is to develop a highly sensitive gas chromatographic technique for the determination
of compounds of the VIP group in whole blood and urine for their biological control, and its testing using
modeling of intoxication in laboratory animals.

Material and methods. Experimental modeling of intoxication was carried out with subcutaneous (s/c) injection
of toxicants to male chinchilla rabbits. Determination of biomarkers of toxicants was performed using a gas
chromatograph with a single quadrupole mass analyzer (GC-MS) with preliminary extraction of components
from the vapor phase above the sample by solid-phase microextraction.

Results. A method for the determination of allyl chloride, butyl chloride, chloroacetonitrile, pentachloroethane,
hexachloroethane, trans-1,4-dichloro-2-butene, acrylonitrile, methacrylonitrile, methyl methacrylate, ethyl
methacrylate, methyl acrylate, 2-nitropropane, nitrobenzene, diethyl ether, tetrahydrofuran, and carbon
disulfide in blood and urine was developed and metrologically certified. The achieved limits of quantification
are no more than 1 ng/ml with a detection limit of 0.2 ng/ml in blood and urine.

Limitations. Toxicokinetic parameters were experimentally determined on one animal species; allometric
scaling was used for extrapolation to humans.

Conclusion. Analysis of the results of the assessment of the expected concentrations of VIP in blood and urine
shows that biological control in the working area at the level of 0.5 MPC can be carried out for carbon disulfide,
diethyl ether, butyl chloride, 1,4-dichlorobutene-2 and tetrahydrofuran in the study of blood and urine;
methacrylonitrile and hexachloroethane (the lower value of the determination limit) — in the study of urine only.
The developed approaches to substantiate methods of biological control of harmful substances are a scientific
and methodological platform for the introduction of biological MPC and ensuring the chemical safety of the
Russian Federation.

Keywords: volatile organic pollutants; biomonitoring; measurement techniques; gas chromatography-mass
spectrometry
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BBenenmne

Jletyure opraHmdeckue COEAVHEHMS, II0 OIlpe-
nmenennio ITUPAC, — 510 opranmyeckue BeIIeCTBa,
umetrontme npu 293,15 K nmaBieHue mapoB paBHOE
0,01 kI1a unu Gosee™. Tlox 3TO OMnpeneaeHUe MONaaaT
BeILIeCTBa pa3IMIHbIX KJIACCOB U (PU3MKO-XUMIIECKIX
cBolictB. Hanbonee BaxkHOE MpUMeHeHre JIETYYrUX Op-
TAaHWYECKUX COEIMHEHMI B MPOMBIIUIEHHOCTA — 3TO
HX UCITOJIb30BaHME B KAYECTBE paCTBOPUTENIC I MOHO-
MEpOB IIpU IIPOU3BONCTBE IOJIMMEPHBIX MAaTepHUAaJIoB.
B mpoun3BOACTBEHHBIX YCIOBMSIX BO3IEHCTBUEC JIETY-
YUX COEIMHEHMI Ha IepCcoHa 3a4acTylo IMpeacTaB-
JisieT coboit Bo3neicTBue KomOuHaumuu u3 5—10 pas-
JINYHBIX BelIecTB. Takoe MHTeTpaJbHOE BO3ICICTBUE
KOMOMHMPOBAHHOTO XMMWYECKOTO (PaKTOpa BO3MOXK-
HO OLIEHUTb TOJIbKO METOJaMU OMOJIOTMYECKOIo MO-
HUTOpUHIa [1], mpuyéM MeToa AOJKEH OXBaThIBaThb
peIpe3eHTAaTUBHYIO TPYIIITY LieJIEBBIX COCIUMHEHMIA.

st pazpaboTKu MEeTOA0B OMOIOTMYECKOTO MO-
HUTOPMHTA, a BIIOCJIEACTBUM W KOHTPOJSI, HaMU
OblTa copMHUpOBaHa rpymmna u3 16 jgeTyyux mpo-
MbILLIEHHbIX 3arpg3Hurencit (JII13), B KoTopyio
BKJIIOYEHBI COCIMHEHUS, MPUMEHSIOIINECS B IIPO-
MBIIUIEHHOCTU M MMEIOIUe IPeuMYIIeCTBEHHOE
arperaTHOe COCTOSIHIE B BO3[yXE B YCJIOBUSIX IIPOU3-
BOJICTBA — Maphl. B Ipymiry BOIUIM rajgoreHIpous3-
BOJHBIC: AJUTUIIXJIOPUL [2], OYyTUIIXJIIOPUI, XJIopalie-
ToHUTpUA [3], MEeHTaxJIOp3TaH, rekcaxjopaTaH [4]
U mpanc-1,4-auxsop-2-0yTeH; MPOU3BOAHbIE AKPUTOBOM
KUCJIOThI: aKpUJIOHUTPUI |5], METaKpMIOHUTPUI [6],
MEeTUJIMETaKpWIAT, STUIMETaKPIWIAT U METUIaKpUJIaT;
HUTPOCOEIMHEHUSI: 2-HUTPOIpOIiaH [7] 1 HUTpOOEH301T,
npocThbie 3UPLI: AUITUIOBBIN 3¢up [8] u Terpa-
runpodypaH, a TakKKe cepocoaepXKaliuii TuCy b
yriepoaa [9].

* Commission of the European communities. Proposal for
council directive on limitation of emissions of volatile organic
compounds due to the use of organic solvents in certain industrial
activities. 96/0276 SYN Article 2.
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Martepua 1 MeTO/IbI

s 3KCTIeprMMeHTaJIbHOTO MOACIUPOBAHUS MH-
tokcukanuu JIT13 ncrmonb3oBanm caMIioB KpOJIMKOB
MOPOJbl IIMHIINWILIA, MOJYYEHHBIX M3 MUTOMHUKA
JTabopaTOpHBIX XKUBOTHBIX <«ParmonoBo» (®I'BY
«ITetepOyprckuii MHCTUTYT SJIEPHOU (pU3UKU
M. bB.I1. KoHcrantuHoBa HauuoHaibHOro wuc-
clienoBaTenbcKoro HeHTpa "KypuyaTOBCKMIT MHCTU-
Tyt"», ['aTumHa). BBemeHne TOKCHMKAHTOB OCYIIe-
CTBJISIM OAKOXHO. TOKCMKOMETpHUUYECKHE JaHHbIC
JITI3 (DLs,)) mpy mogko:XHOM BBEICHWM Jlabopa-
TOPHBIM XKMBOTHBIM B3SIThl U3 UCTOUHUKOB JINTEpa-
Typbl U ipuBeaeHbl B Tadj. 1 [10].

JITI3 pacTtBopsiiv B 1 MJI MeTaHOJa B KOHLEH-
Tpaluy 2 MI/MJI IJI KaXIOro KOMIIOHEHTa CMeECH,
3aTeM CMECh Pa3BOAWIM B 3 pa3a METaHOJIOM U BBO-
JWIN KaXIOMY KPOJUKY Maccoit Tena 3 Kr mo 1 mi
pa3BelEHHOI cMecu MOAKOXHO. TakuM oOpasoM,
KaxKI0My KPOJIMKY OblJ10 BBeAeHO 1o 0,67 MT Kax10-
ro KOMITOHEeHTa cMecH B 1o3e 0,22 Mr/KT.

OT0Op KpOBU OCYIIECTBISIIM U3  KpaeBoit
BEHBI yXa CHayvayjia IO BBeldeHUsI cMmecu ((DOHOBBIM
KOHTpOJIb), 3ateM uepe3 10, 30 mun; 1, 2, 4, 6 u;
1, 2 u 5 cyT nocie BBeAeHUS cMecu. Mouy KpPOJIMKOB
coOupanyu 10 BBEACHUS CMECH, 3aTeM B TeUEeHUE
nepBbIX 3—6 4, nanee yepe3 1, 2, 3 u 5 cyr.

Ha puc. 1 npeacraBneHa 6JioK-cxema pa3paboTaH-
HOU METOIMKU OTPEAeICHUS JIETYUMX OPTAaHUYECKUX
COCAMHEHUII B KPOBU M MOYE KPOJMKOB METOIOM
razoBoil xpomaromacc-crekrpomerpuu (I'X-MC).

B Buany mig mapodasHoro aHammza oOO0BEMOM
10 M BHocuau 3 mu obpasua (IeMOHU30BaHHOM
BOIbI, KPOBU WJIM MOYM). 3aTeM MpoOy TepMOCTaTH-
poBanu B TeueHue 10 muH npu 40 °C npu ITOCTOSTHHOM
nepememmBaHnun. OTO0pP MPOOBI MPOBOAMIN HA MU-
KpoBoJjiokHO 85 um Carboxen/PDMS u3 paBHOBec-
HOTO napa B TedeHue 10 MUH IIpH OCTOSTHHOM ITepe-
MemmBaHUM TTpoOsI u Tipn 40 °C. TepMomecopOIImio
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Tabnuya 1/ Table 1

ToKcnKomeTpunyeckmne xapakTepucTuku coeguHennn rpynnoi Jif3
Toxicometric parmeters of VIP group

BewecTBO DLs, n/k (Kponuku), mr/kr nAak.. (ObYB,), mr/m? Losa, mr/kr
AKPUAOHUTPUN 25-186 0,5 0,22 (0,001-0,009 DLsy)
Annunxnopug 23 0,3 0,22 (0,009 DLsg)
Oucynbdng yrnepona 2780 3,0 0,22 (7,0°107° DLsy)
XnopaueToHuTpun 71-85 - 0,22 (0,0025-0,003 DLs)
H-ByTunxnopwup 2670 0,5 0,22 (8,2°107° DLs)
mparc-1,4-Auxnop-2-6yTeH 89 0,1 0,22 (0,0025DLs)
AunaTtnosbii 3¢up 1215 300,0 0,22 (1,8°107* DLsy)
ATnnmeTakpunat 3630 50,0 0,22 (6,0°107° DLs)
lekcaxnopaTtaH 4460 - 0,22 (7,0°107° DLsy)
MeTtakpunoHuTpun 268 1,0 0,22 (8,2°107* DLsy)
MeTunakpunat 300 5,0 0,22 (7,0°107* DLsy)
MeTtunmetakpunat 7872 10,0 0,22 (2,8°107° DLs)
HutpobeH3son 780 3,0 0,22 (2,8°107* DLs)
2-HutponponaH 75 - 0,22 (0,003DLsg)
MeHTaxnopaTaH 920 - 0,22 (2,4°107* DLs)
TeTtparngpodypaH 1650 100,0 0,22 (1,3°10-* DLsy)

AHAJIUTOB IIPOBOAIN B TOPSTYEM MHXKEKTOPE XpoMa-
torpaca npu 250 °C B TeyeHue 1 MUH.

Hnst onpenenenust JITI3 ncnonab3oBajiv ra3oBhIN
xpoMmarorpad — macc-criekrpomerp GCMS QP2010
(Shimadzu, fAnoHus) ¢ KanWISpHON KOJOHKOM
DB-624 30 M X 0,25 MM X 1,4 MKM. Macc-CIieKTpoMeT-
PUYECKUIA aHAIN3: SHEPIHUsI NOHU3UPYIOIINX JICKTPO-
HOB 70 3B, Temmeparypa nonHoro muctounnka 200 °C,
peXUM MOHUTOpPWHTA M30paHHBIX MOHOB (SIM).
BpemeHa ynepxXuBaHUS M XapaKTepPUCTUIHbBIC MOHBI
(m/z) npuBeAeHBI B TA0. 2.

buonoeuyeckuli o6pasey — LiefibHble KPOBb UN MOYa

A 4
TepmocmamuposaHue 10 muH npu 40 °C

v

Omb6op pasHo8ecH020 NApA Ha MUKPOBOJTIOKHO 85 um
Carboxen/PDMS Stableflex
10 muH npwm 40 °C

A 4

Jecopbyus aHanumos
B MHXKEKTOpe ra3oBoro xpomartorpada 1 muH npu 250 °C,
3aTeM mMacc-ceslekmusHoe pasoesieHue
B PEXUME MOHUTOPUHIA M36paHHbIX NOHOB (SIM)

Puc. 1. bnok-cxema MX-MC-meTogukn onpefeneHnsa neTyumnx
OpraHMyYecKnx coeguHeHnn B buonornyeckmx obpasuax.

Fig. 1. Block diagram of the GC-MS-method for the determination
of volatile organic compounds in biological samples.

l'azoxpomMarorpacduyeckoe pasaeaeHUe: TeMIIe-
patypa ucnaputens 250 °C; BBoa mpo0Obl 63 AeaeHUs
notoka (0,5 MUH); TemrepaTypHas mporpammMa: Ha-
yayibHas TeMriepaTtypa koimoHku 40°C (3 MuH), cKo-
pocTh noabeMa TemnepaTypsl ¢ 5 °C/MuH 10 55 °C,
CKOpocThb oabeMa Temrmepatypsl 10 °C/MuUH, KOHEY-
Has TemmnepaTypa KojoHku 220 °C, BblaepXKa MpU
KOHEUHOI TeMIlepaType — 5 MMH; Ta3-HOCUTEIb —
reJMii, pacxon ra3a-HOCHUTENsI 4Yepe3 KOJIOHKY
1 mi/muH. Temnepatypa unrepdeiica 270 °C.

Pe3ynbTaThl 4 00CyK1€eHUE

ITogGop ycmoBuMii TTPOOOITOATOTOBKY M Ta30Xpo-
MaTorpaduueckoro pasaejaeHus MIPOBOIMUIN CHavaIa
¢ BHeceHueM cMmecu JITI3 B Bomy, a 3aTeM B oOpa3s-
IIbI LIEJIBHOM KPOBU, TeMOJIM30BaHHO KPOBU 1 MOUM
KPOJIMKOB.

B xpomatorpaguyeckyio Buaay oobeMoM 4 MII,
coJepKalyo 1 MJI IeMOHU3UPOBAHHOM BOAKI (KPO-
BU, MOYHM), BHOCHWJIU OIpeAeIeHHOE KOJIMYSCTBO
pabouero pactBopa, comepxkamero 5 (20,0; 50,0;
100,0; 200,0) ur cmecu JIII3 u 40 Hr cMmecu Aeii-
TepUPOBAHHBIX BEIIECTB B KadyeCTBE XpoMaTorpa-
duyeckux craHmaptoB. [Ipody TepMocTaTupoBaiu
B TeueHre 6 MuH npu 40 °C, mp1 NOCTOSTHHOM IIepe-
MEIIWBaHUU.

O160p mpoOBI TPOM3BOAMIM Ha MUKPOBOJIOK-
Ho 85 um Carboxen/PDMS u3 paBHOBECHOTO ITapa
B TeYeHUEe 6 MMH IIPU ITOCTOSIHHOM TiepeMelIBaHUN
npoosl u mipu 40 °C. TepmomecopOLMIO YyIOBIEH-
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Tabnuya 2/ Table 2

Fasoxpomatorpadpuyeckne BpemeHa yaepKUBaHUA N XapaKTEPUCTUYHbIE NOHbI KOMNOHEHTOB
mogenbHomn cmecu. MprBeaeHO cpaBHeHNEe BPeMEH yaepKNBaHNA XpomaTorpadpmnyecknx nMKos
c ucnonb3oBaHuem KonoHok SPB-1701 n DB-624

Gas chromatographic retention times and characteristic ions of the components of the model mixture.
A comparison of retention times recorded using SPB-1701 and DB-624 columns is provided

Bpemsa yaepxunsaHua, MUH
BewectBo XapaKTepucTuyHble NOHbI, m/z
Ha KosioHKe SPB-1701 Ha KonoHke DB-624
3TnoBbIn 3¢up 1,76 3,39 59, 45, 74
Oucynbdup yrnepopa 1,86 3,99 76
Annunxnopwug, 1,95 4,21 41,76
AkpunoHunTpun 2,29 4,75 52,53
MeTtunakpunar 2,67 6,67 55
TeTtparugpodypaH 2,71 6,84 42,72
MeTakpunoHutpun 2,79 749 67
bytunxnopwug 2,92 7,49 56
MeTtunmeTtakpunat 412 9,56 69, 100
2-HuTtponponaH 519 10,15 41,43
XnopauetoHuTpun 5,85 10,22 48,75,77
STunmeTakpunat 595 11,59 69
[eHTaxnopataH 11,02 15,52 117, 167
mpaHc-1,4-guxnop-2-6yTeH 11,98 16,47 75, 89, 124
[ekcaxnopaTaH 12,13 18,17 117, 201
HutpobeHson 14,78 19,36 77,123

I'Ipumeanue. )KI/IprIM LIJpI/I(I)TOM Bbl€NTeHbI M/Z, NCMONIb30BaHHblE AN1A KONIMYECTBEHHOMO aHanm3a.

HBIX aHAJINTOB IIPOBOAMJIM B TOPSTYEM WMHIKEKTOpPE
xpoMarorpaga. s xpomatorpaduyeckoro pasuie-
JICHUSI MCIIOJIb30BaJIU ITOJISIPHYIO KaIMJUISIPHYIO KO-
JoHKy SPB-1701. ®parMeHT Macc-XpoMaTorpaMMBbI
MOJEIBHOI CMeCH, MOJYYeHHbIN C MCIIOJIb30BaHUEM
9TOI KOJIOHKU, TIPUBEICH Ha pUC. 2 (CM. Ha BKJICHKeE).
B kavecTBe BHYTpPEHHEIO CTaHIAPTa OIPOOOBAH
HadTannH-dg, 0MHAKO OBLIO BBISIBIEHO, UYTO MUKPOBO-
jokHO 85 um Carboxen/PDMS o0amaeT «I1aMsITbio»
10 OTHOLIEHUIO K Ha(TAIMHY, TaK KaK B XOHe KOHIU-
LIMOHMPOBAHHUSI BOJIOKHA HE yIaBaJIOCh ITOJIYYUTh YU~
CTyI0 XpoMaTorpammy. B pesynbraTe Mbl MCITOIB30BA-
JIM CMECh U3 TPEX BHYTPEHHUX CTaHIAPTOB (Ta01. 3).

Tabnuya 3/ Table 3
Hapamerpbl XpomMmaToMacc-cneKTpomMmeTpun4yeckoro
aHa/l3a BHYTPEHHUX CTaHAapPTOB

Chromatographical and mass-spectrometrical parameters
of internal standards

BewecTBO Bpema w:I‘VIeI/'IJ:( nBaHus, m/z
MeppentepobeHson 2,96 84
AueToH-dg 1,95 46, 64
Jentepoxnopodopm 2,76 84, 86
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Macc-CrieKTpoMeTpuIecKoe OIpeaeeHUE JIeTy-
YUX OPraHMYECKUX COCIVMHEHUI BBIIOJHSIIM B pe-
KM€ MOHUTOPMHIA M30paHHBIX MOHOB B ClEAylO-
KX Jrana3oHax:

* ¢ 0,5-2,1 muH peructpauus m/z. 59; 74; 76; 46; 64;

* ¢ 2,1-2,85 MmuH peructpanust m/z. 52; 53; 55; 72;
84; 86; 56;

* ¢ 2,85—3,9 muH peructpauus m/z. 67; 84; 54;

* ¢ 3,9—6,5 muH peructpauys m/z. 100; 75; 43; 77; 69;

* ¢ 10—18 muH peructpanus m/z: 89; 117; 167; 201;

123; 136.

st moBbIeHUsT 3POEKTUBHOCTU XpomaTorpa-
(puueckoro pasmesieHUsT KOMIIOHEHTOB CMECH OBLIO
MIPUHATO pemeHne o 3aMeHe KojloHkn SPB-1701 Ha
DB-624, xoTtopast OT/IM4aeTCs MTOBBLIILIEHHOM TOJILLIM -
HOI IUIEHKU HemoABYXKHOH ¢ha3bl. IlokazaHo, 4To
3G GEeKTUBHOCTD pa3lIeicHUs B 3TUX YCIOBUSIX 3Ha-
YUTETHLHO BEITIE (pHC. 3, CM. Ha BKJICHKE).

CTOUT OTMETUTBh, YTO XpoMaTorpaduyecKoe
pasfiesieHue CaMbIX JIETKMX KOMIIOHEHTOB MOJIE/b-
HOI cMecH TIpU Iepexoae Ha KooHKy DB-624 3Ha-
YUTENIbHO Jy4diie (cM. Tabia. 2). Tak, Ha KOJOHKE
SPB-1701 »Tn Tpum KOMMOHEHTa 3JIOUPYIOTCS
3a 0,19 muH, a Ha KoJloHke DB-624 — 3a 0,82 MuH.



Tokcukoaormueckui BectHuk - Tom 32 - N2 4 - 2024

https://doi.org/10.47470/0869-7922-2024-32-4-248-254
OpurvHanbHas cTaTbs

MKOJIb — ABI'YCT

Tabnuua 4/ Table 4

[AnanasoH nsmepeHunil, OTHOCUTENIbHbIE 3HAUYEHUNA NoKa3aTenel TOUHOCTY, MPaBUNAbHOCTH,
MOBTOPAEMOCTHN, BOCIPON3BOANMOCTI U Npeaesna BOCNPON3BOANMOCTI
Measurement range, relative values of accuracy, accuracy, repeatability, reproducibility and reproducibility limit

MokasaTtenb 3HayeHue, %
[nana3oH n3mepeHuin, mr/cm? o1 1,0°10°° 00 2,010°°
OTHOCHTENbHOE CpeiHEKBaZPaTMYECKOE OTKIIOHEH/E NOBTOPAEMOCTY, O, 6
OTHOCHTeNbHOe CpeiHeKBafpaTMUECKOe OTKIIOHEHNE BOCMPOM3BOAMMOCTH, Og 8
lPaHULbl OTHOCUTENBHOWM CMCTEMATYECKOW NOrPELIHOCTY NPV AOBEPUTENBHON BepoATHOCTY p = 0,95), +d. 5
lNokazaTesb TOUHOCTU (FPaHULbl OTHOCUTENIbHON NMOFPELIHOCT MPY AOBEPUTENBbHOM BEPOSTHOCTM p = 0,95), £d 16

CrerneHb M3BJAEYEHUS MPU WCIOJIb30BAHUU TOTO
WJIM UHOTO MUKPOBOJIOKHA IUISI OTIPEAEJIEHUST KOH-
KPETHBIX OPraHMYEeCKUX COCAMHEHMI B 3HAYUTEIIb-
HOIl CTeNeHM 3aBUCUT OT KayeCTBEHHOIO M KOJU-
YECTBEHHOI'O COCTaBa aHAJIM3UPYEMOU MPOOBI B 1ie-
JoM. Bosnbiioe 3HaUeHre MMeeT ypoBeHb (POHOBOTO
curHana B '’X-MC-aHanm3e, KOTOPBIiI OY4eHb BBICOK
B Ccllygae MOJSIPHBIX MUKpoBosoKoH (Carbowax,
Polyacrylate). Kpome Toro, aHaiusupyemble Bellie-
CTBa KOHKYPUPYIOT MEXIY COOOM M C MAaTpUUYHBIMU
KOMIIOHEHTaMH B IIpolecce copOouuu. MToroBbIit
pe3yabTaT 3TUX IIPOLIECCOB 3apaHee HelpeackasyeMm
1 MOXET OBITh ITOJIYYEH JIMIIb B SKCIIEPUMEHTE C pe-
aJIbHBIMU MTPOOaAMMU.

B xome ontuMu3anuy METOOAUKY HaMU OBLIO IIPO-
BEIEHO 9KCIIEpUMEHTAIbHOE CPaBHEHUE Pa3IMUHBIX
TUIIOB MMKPOBOJIOKOH C TOYKM 3peHust 3(DGHEeKTUB-
HOCTHU COPOIINM 1IeIeBBIX KOMIIOHEHTOB 13 MOJIE/Ib-
HOIT cMecH. BeIunCInTh TOUHbBIe 3HaYeHUs KO3 du-
LIMEHTOB M3BJICUCHUSI aHAJIM3UPYEeMbIX BEIECTB U3
MaTpUILbl MPU HUCIOJIb30BAaHUU TBEPAOGha3HOU MU-
KPOB3KCTPAKIINY HE TIPSACTABIISIETCSI BO3MOXKHBIM.

DKCIepuMeHTaIbHOe CpaBHEHUE Pa3IMYHBIX TH-
OB MMKPOBOJIOKOH OBLIO BBIIOJIHEHO C MCIIOJIb30-
BaHMEM aBToMaTuyeckoro uHxkektopa (AOC5000,
Shimadzu, fnonust).

B pesynbTate Obla pasdpaboTaHa, ONTUMU3UPO-
BaHa M METPOJIOTMUECKU aTTecToBaHa “Meromguka
U3MEPEHUI MaCCOBBIX KOHIIEHTPAIIUM JETYIUX KO-
TOKCUKAHTOB B OMOJOTMYECKMX IMPO0aX METOIOM
ra30BOI XpomaToMacc-cIieKTpomMeTpni”. BBIOpaHBI
OIITUMAaJIbHBIE YCJIOBUSI MOATOTOBKY IIPO0, Ira30Xpo-
Matorpauyeckoro pasiuejeHus U MaccC-CeJeKTHB-
HOTO IEeTeKTUPOBaHUs. MeTpoJorniyecKnue Xapakre-
PUCTUKU METOOUKY IIPUBEICHEI B Ta0II. 4.

PaspaboranHas MeToauka Obljia alipoOMpoBaHa Ha
0o0pa3iax OMOJOTMYECKUX KUIAKOCTEH 3KCIIEPUMEH-
TaJbHBIX XXVUBOTHBIX, SKCIIOHMPOBAaHHBIX CMECBIO JIe-
TYYUX MPOMBIIIICHHBIX 3arps3HUTENe (MOIEIbHOMN
CMeChI0). 3HAUUTETbHBIM TIPEUMYIIIECTBOM pa3padbo-
TaHHON METOIMKM SIBJSIETCSI BO3MOXHOCTb paclly-
PEHMSI CIIMICKA aHAIM3UPYEMBIX JIETYYUX COeOMHEHUIA

0€e3 3HAYUTETbHBIX TPYJOBPEMEHHBIX 3aTpaT, TakK Kak
copOLIMSI KOMITOHEHTOB M3 MapoBOil (pa3bl HA BOJOK-
Ho Carboxen/PDMS sBisieTcs HauMeHee CeIeKTUB-
HOI TI0 OTHOUIIEHUIO K XUMUYECKOMY KJIACCY COEIM-
HEHMI, a eCTECTBEHHbIM OTpaHUYEHUEM — TOJbKO
MOJIEKYJISIPHBIN BEC LIeIeBbIX aHAJIIUTOB.

3akinoueHue

Pa3zpaboraHa MeToavKa omnpeneaeHus B KPOBU U
Moue ATWIXJIOpUAa, OYTWIXJIOpHIA, XJIOPOAlETO-
HUTpWJIA, TIEHTAaXJIOp3TaHa, TeKcaxJIopaTaHa, MPaHc
-1,4-nuxnop-2-0yTeHa, akKpWJIOHUTpPUIA, METaKpU-
JIOHUTpUJIa, METWJIMETaKpuaTa, STUJIMeTaKpuiaTa,
MeTWIaKpuiaTa, 2-HUTPOIIpOIlaHa, HUTPOOEH30J1a,
IUATAJIOBOrO 3dwupa, TeTparugpodypaHa, W IH-
cynbbhuna yriaepona. JocTUTHYTbIe Mpenebl KOJIu-
YECTBEHHOI'O OIpEeAeJICHUs] COCTaBJISIIOT He Oolsee
1 Hr/MI TIpM Tipeaee aetekTuposaHust (0,2 Hr/MIT B
KpoBH U Mode. Pe3ynbTraThl OLIEHKM M MacIITaOu-
pOBaHUST TOKCUKOKMHETHUYeCcKuX TapameTpoB JIIT13
npuBeaeHsI B [11].

AHanm3 pe3yIbTaTOB OLEHKU OXHWIAEMBIX KOH-
nenTpauuii JIII3 B KpoBu 1 MoYe, ITOKA3bIBaeT, YTO
OMOJIOrMYECKU KOHTPOJIb B paboyeii 30He Ha YpOB-
He 0,5 HI[KM BO3MOXHO OCYILIECTBUTD IJIsI AUCYIIb-
duga yriaepoja, IU3TUIOBOro 3¢upa, OYyTUIXJIOpU-
nma, 1,4-muxmopOyTeHa-2 W TeTparuapodypaHa TIpu
HUCCIENOBAaHUU KPosU U MO4U; METAKPWIOHUTPUIA U
rekcaxjopaTaHa (HUKHee 3HaueHue Ipejeia orpe-
JieJeHUs1) TPU WCCIAEAOBAHUM MOABKO MOYU; IS
2-HUTPOIIPOIIaHa, TeKCaXJIOp3TaHa U IIEHTaXJI0p3Ta-
Ha HOPMATHUBBHI COIepXKaHHUs B BO3Oyxe padoueit
30HBI He ycmanosaensl [12].

Buonornyeckuii KOHTpOJIb aTMOC(HEPHOIO BO3-
nmyxa Ha yposHe 0,8 I[1JK(OBYB),,, BO3MOXHO ocy-
IIECTBUTD [JII IMATUIIOBOrO 3upa U OyTUIXIOopHUIa
NP UCCAEAOBaHUU KpoGU U MO4U; 2-HUTPOIIpONaHa
1 TeTparugpodypaHa IIpU MCCIACOOBAHUM HMOAKO
Mouuy;, I METaKpWIOHWTPWIA U IIeHTaxJIop3TaHa
HOpPMAaTHUBBI COAEPXKAHUSI B aTMOC(HEPHOM BO3IyXe
He ycmanoéneHbl. sl OUMOJOTMUYECKOro KOHTPOJIS
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MCTWJIaKpuJara,

micynbduma yraepopa, 1,4-mm-

XJIOop-2-0yTeHa M TeKcaxJiopaTaHa B aTMocdepHOM
BO31yXe TpeOyeTcs 00Jiee UyBCTBUTEIbHAS METOAMKA
¢ npenegamMu onpeaeacHus B 3-7 pa3 HUXKe, COOTBET-
CTBEHHO.

https://doi.org/10.47470/0869-7922-2024-32-4-248-254
Original article

PazpaboTanHble Moaxoabl K 000CHOBAaHUIO METO-

JIOB OMOJIOTMYECKOI0 KOHTPOJISI BPEIHBIX BEIIECTB —
3TO HayyHO-MeToauuyecKas raTdopma ik BHeIpe-
Hug ouonornyeckux ITIK u obecnieyeHUsT Xumuye-
cKoit 6e3omacHocTn Poccniickoit Mengepamum [13].
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Puc. 2. ®parmeHT Mmacc-xpomaTtorpammbl cmecu JIM3, koHueHTpauma KomnoHeHTos 100 Hr/mKn (¢ 10 no 17 MuH).
Fig. 2. Fragment of the mass chromatogram of the VIP mixture, component concentration 100 ng/mkl (from 10 to 17 min).
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Puc. 3. CpaBHeHMe Macc-xpomaTorpamMm napoBoi ¢pasbl Hag 06pa3L oM BoAbl C BHeceHreM 70 HI MOAENbHON CMecu.
Beepxy - npu ncnonb3osaHun KonoHkn DB-624. BHu3y — npu ncnonb3osaHum KonoHkn SPB-1701

Fig. 3. Comparison of mass chromatograms of the vapor phase over a water sample with the addition of 70 ng of the model
mixture. At the top — when using the DB-624 column. At the bottom - when using the SPB-1701 column.
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