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BONbLIMHCTBO paKeT CPeAHEro 1 TAXKENOrO KAacca, 3anyckaemblx ¢ TeppuTopmmn KasaxcraHa,
Poccuun, Kutasa v apyrvx cTpaH no ceit AeHb UCMONL3YIOT B KayecTBe TOM/IMBA BbICOKOTOKCUYHBI
HEeCUMMETPUYHBIV aumeTunrnapasvd (HOAMI). U3ydyeHune nyTeil murpaummn, pacnpocTpaHeHus u
HaKonneHUA NpoayKToB TpaHchopmaummn HOAMI B oKpyxKatoLel cpeae, a Tak»Ke OLEeHKa BAUAHUA
PaKeTHO-KOCMUYECKON AeATeNIbHOCTU Ha 34,0POBbe HAace/eHWA B HAaCTOALMIA MOMEHT 3aTpyAHeHa
BBMAY OTCYTCTBUMA METOAMK ONpeAesieHUA CNefoBbIX KOHLEHTPaUWi [aHHbIX COeAVHEHWN B
aHanusupyembix obpasuax. B saHHoM paboTe caenaH KpaTkuii 0630p MeTOA0B M NOAXOA0B, KOTOPble
MOryT 6bITb MCNONb30BaHbl A/1A Pa3paboTKM NopobHbIXx mMeToauK. Mpesensl obHapyKeHuA Ha
YPOBHE TPUAIMOHHbIX A0NEW MOTYT BbITb AOCTUMHYTbI 33 CHET NPUMEHEHUA Hanbonee CENEKTUBHDbIX
M YyBCTBUTENbHbBIX METOL0B Ha OCHOBE ra30BOW U }KUAKOCTHOW XpoMaTorpadum ¢ 4eTEKTUPOBaHMEM
MeToAOM TaHAEMHOWM Macc-CMeKTPOMeTpMM AnbOo Macc-CMEeKTPOMETPUU BbICOKOTO paspelleHus.
Takke Heobxoguma 1000-KpaTHOe KOHLEeHTpUpoBaHWe 0bpasLoB B Xxode NpobonoaroToBku Mbo
MCNONb30BaHNE WHTErPUPOBAHHbLIX MOAXOAOB, TAaKUX KaK AWHAMMYECKUI NapodasHblii aHanwms.
Ocoboe BHMMaHMe Mpu pa3paboTke M MCMNONL30BAHWMM TaKUX METOAMK HeobxoAMMO yaenaTb
yucToTe Bo3Ayxa B 1abopaTopun, peakTUBOB, MOCYAbI U UCMNONb3YeMOro 060pyA0BaHUA.

KnioueBble c€noBa: MacC-CNEKTPOMETPUA  BbICOKOTO  paspelleHus;
CNEeKTPOMETPUA; AWHAMUYECKUM napodasHbili  aHanus;
HeCMMMETPUYHbBIV AUMETUATMAPA3NH; OKPYKatoLan cpeaa.
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Kasipri Kesge KasakctaH, Peceit, KbiTalh KoHe 6acka engep TeppuTopuAnapbiHaH
yWbIpbINATbIH OpPTa XaHe ayblp KAacTbl 3biMblpaHAApPAbIH, Kebi »kaHapmai peTiHae »ofapbl
YbITTbI CUMMETPUSAALI emec aumeTtunrnapasunai (CEAMI) kongaHyaa. KopwaraH optaga CEAMI
TpaHchopmauma eHiMAEepiHiH, MUrpaLMACbIH, TapanyblH KaHEe KUHAKTaNyblH 3epTTey, COHAAM-aK,
3bIMbIPaH-FapPbIWTHIK KbI3METTiH TYPFbIHAAP AeHCayNblFbiHA dcepiHe 6afa 6epy Kasip TangaHblnaTbiH
CblHaManapAa ocbl 3aTTapAblH aca a3 KOHLEHTPALMANAPbIH aHbIKTAY dAicTeMeNiepiHiH, KoK 60/ybIHa
6alinaHbICcTbl KMbIH. BepinreH makanaga ocbiHAaW agictemenepai WoiFapyaa KONAaHbIIybl MyMKiH
94iCTep MEH TacinAepre Woy KacanblHFaH. TPUAAUOHABI Y1eCTEP AeHreniHAeri aHbIKTay WeKTepi eH,
CeNEeKTUBTI KaHe ce3imTan aficTepAi KoAaHy apKblibl KON XeTinyi MyMKiH. Ocbl aaicTep TaHAeMA|
Macc-CNeKTPOMeTpUsA Hemece »Kofapbl 6eniHy macc-cneKTpoMeTpUAChl dicimeH aeTekTpreyi
6ap rasabl sKaHe CYMbIKTbIKTbI XpomaTorpaduara HerisgenreH. OcbifaH Koca, CbiHama AaiblHaay
bapbicbiHAa cbiHamanapabl 1000-ecenik KOHLEHTPAEY HEMece AMHaMUKanbIK by dasanbik Tangay
CUAKTbI MHTerpauusanaHfaH Tacingepai KongaHy kaxkeT. OcblHOal agictepai Wbifapyaa KaHe
KON4aHyZ4a 3epTxaHafafbl ayaHblH, PEAKTUBTEPAiH, blAbICTAPAbIH, YKOHE KOALAHbIIbIN KaTKaH
Kypan-*ababIKTapAblH Ta3a/bIfbIHA epeKLLe KeHin 6eny Kepek.

TyitiH ce3pep: Kofapbl 66/iHY Macc-CMEeKTPOMETPUACHI; TaHAEMA] Macc-CNeKTPOMETPUs;
AVMHaMUKanbIK 6y ¢asanbik Tangay; aca a3 KOHUEHTpauuanapAbl aHbiKTay; CUMMETPUA/bl emec
AMMETUATMAPA3UH; KopLuaFaH opTa.
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Most rockets of middle and heavy class launched from Kazakhstan, Russia, China and other
countries still use highly toxic unsymmetrical dimethylhydrazine (UDMH) as a liquid propellant.
Study of migration, distribution and accumulation of UDMH transformation products in environment
and human health impact assessment of space rocket activity are currently complicated due to the
absence of analytical methods allowing detection of trace concentrations of these compounds
in analyzed samples. This paper reviews methods and approaches, which can be applied for
development of such methods. Detection limits at a part-per-trillion (ppt) level may be achieved
using most selective and sensitive methods based on gas or liquid chromatography in combination
of tandem or high-resolution mass spectrometry. In addition, 1000-fold concentration of samples or
integrated sample preparation methods, e.g., dynamic headspace extraction, are required. Special
attention during development and application of such methods must be paid to purity of laboratory
air, reagents, glassware and analytical instruments.

Keywords: high-resolution mass spectrometry; tandem mass spectrometry; dynamic
headspace extraction; analysis of trace concentration; unsymmetrical dimethylhydrazine;
environment.
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1. BeeaeHue

B KayecTBe OCHOBHOrO KOMMNOHEHTA PaKeTHOro Ton/avBea B
paKeTax-HOCUTENAX CPELHEro U TAXKE0ro K1accoB UCMO/b3yeTcA
BbICOKOTOKCUYHBIM ~ HECMMMETPUYHbBIA  AUMETUATUAPA3NH
(HAMT) [1]. HAMT saBnAeTcsa coeguHeHMEM MepBOro Knacca
0OMnacHoOCTM, 06/1a4a0WMM KaHLEPOreHHbIMW U MyTareHHbIMU
csoictamu [2,3]. Mpum ero nonagaHnmM B OKpyXKaloLLyto cpeay
0b6pasyeTca WMPOKUI Kpyr NPOAYKTOB ero TpaHchopmauumn —
N-HUTPO30AUMETUNAMMUH, rMAPasoHbl,
TpUasonbl, NWUPA30/bl, TeTpasonbl,  AumetTnandopmamua,
ANMETUNIAMUHOALETOHUTPUA, 1-dOpMUN-2,2-AUMETUNTUAPASUH
n ap. [4]. HekoTopble meTabonntbl HAMT SBAAKOTCA U3BECTHLIMM
TOKCUYHbBIMM Torga  Kak
60/NbWNHCTBA 0OPA3YIOLLMXCA COEAMHEHWUW He W3y4yeHa, 4To
06ycnoBAEHO AOPOroBM3HOM NOA06HbIX MccnesoBaHui [3,5,6].
CornacHo pacyeTHbIM MeToZam, OONbLIMHCTBO NPOAYKTOB
TpaHcdopmaumm HAMIE TOKCMYHBI MO OTHOLIEHMIO K KMBbIM
OpraHM3mam, 4TO BbI3blBaeT HEOOXOAMMOCTb KOHTPOAA UX
KOHLLEHTpaLMi B 06BbEKTaxX OKpY»KatoLwen cpeapl.

KoHTponb KoHueHTpauuii HAMI 1
TpaHchopMaumm B OBOBEKTAX OKpyKalowen cpenbl ABNAETCA

TeTPaMeTUNTETPa3eH,

coeaANHEHNAMM, TOKCUYHOCTb

NPOLYKTOB €ero

HEOTbEM/IEMOM YACTbO CUCTEMbI 3KOI0rMYECKol 6e30nacHoCTH
paKkeTHO-KoCcMMYecKkol aeatenbHoctw [7]. Ona onpeaeneHus
NeTyYnx U TepMMYECKM CTOMKUX meTabonuTtoB  HAMI
Havbonbleln 3¢pPeKTMBHOCTbIO 06/1a4aloT  METOAMKM  Ha
ocHoBe rasoBoW xpomatorpadum (MX) M rasoBol xpomaro-
macc-cnektpometpum (IX-MC), a pns mano- M Henetyymx
COeAUHEHUN — METOAMKM, WUCMONb3YIOWNe  KUAKOCTHYIO
xpomatorpapuio  (MX) wmam  ee BapuaHT C
CNEeKTPOMETPUYECKUM AeTeKTUpoBaHMem (HX-MC).

macc-

BONBWWHCTBO  MMEILWMXCA  MEeTOAMK  pacCyMTaHbl
Ha onpegeneHne MNPOAYKTOB TpaHcHOpPMALMM HaA YypoBHe
UX  NpeaenbHo-AOMNYCTUMbIX  KOHUeHTpaumi [8].  MpuHATo
cuMTaTb, YTO onpegeneHne 6o0siee HU3KUX KOHLEHTpauUui
HelLenecoobpasHo, Tak Kak OHM He OKa3blBalOT HEraTMBHOMO
BO3/ENCTBMA Ha IKOCUCTEMY U 3[4,0POBbE XKMBbIX OPraHM3MOB.
OfHaKo, yuuTbiBas TOT (AKT, YTO TOKCMYHOCTb 6O/bLIMHCTBA
npoaykToB TpaHchopmauum HAMI He M3ydyeHa, rapaHTMpPOBaTb
100% 3Konornyeckyto 6e30nMacHOCTb MasblX KOHLEHTpaLuii
HEeBO3MOXHO. Kpome TOro, onpegeneHme Masblx KOHLEHTPaLUi
TOKCUMYHbIX  COEAMHEeHWA HeobXxoguMmo  ANA  BbiABAEHUA
nyTerl UX MUrpauumn M yCTaHOBNEHUA MECT MX HAKOMJAeHus B
aKocucTeme. AKTyaslbHbIM fABAAETCA OLleHKa BO34eWCTBUA Ha
OKpYyKatollyto cpegy M cpefly ObWUTaHMA TPAHCNOPTUPOBKM
HOMT, B xo4e KOTOpOM caM KOMMOHEHT PaKeTHOro Tomn/vBa
W NPOAYKTbl  ero TpaHchopmauum  MOryT  3arpsasHATb
OKpY)KatoWwmin aTmocdepHbIn BO34yX, BOoAy M MouyBy. Takum
obpasom, cyuiectByeT MNOTPebHOCTb B pa3paboTke MeTOAMK,
No3BO/AIOWMX  OOHApPYXUTb  CnefoBble  KOHLUEHTpauuu
npoaykToB TpaHcdopmaumm HAMT.

Lienb faHHOM 0630pHOM CTaTbU — NOKA3aTb M OLEHUTb BO3-
MOHOCTU MO CHUXEHUIO MNpeaesioB OBHAPYXKeHUA MeToAMK
onpeaeneHna NpoayKToB TpaHCHOPMALUN HECUMMETPUYHOTO
OUMETUNTUAPA3NHA B OO bEKTaX OKPYKAtOLWEN cpesbl.

2. AHanus3 nous

KaK 1U3BeCTHO, NOYBA AB/IAETCA OCHOBHbIM aKKYMY/IATOPOM
3arpAsHeHNa  rMApPasMHOBbLIM

Koadodununentol  anoddysmm
no4yBe HaMHOTO MeHbllue, Yem B BOAE W BO3Ayxe, MO3TOMY

pakeTHbIM  TOnAuBoMm [4].

OpraHMYeckMx COeauMHEHUN B
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3arpA3HeHne NoyBbl ABNAETCA IOKA/bHbIM. ITO U MOKasblBatoT
pe3ynbTaTbl 6ONbLWIMHCTBA UCCAEA0BaHUM, COMMACHO KOTOPbIM
3arpasHeHne pakeTHbIM TOMNIMBOM OBHapPY)KMBAETCA TONbKO B
3MNMLEHTPaX LWTATHbIX MECT NaJeHUA NepBbiX CTyNeHen paket-
HocuTenel niowagblo okono 100 m? [4]. OgHako npuuMHa
TaKUX HabNOAEHUI MOXKET fieKaTb B HEeAOCTaTOYHO HM3KMX
npegenax obHapyXXeHUsa NpUMeHAEeMbIX MEeTOAMK, KoTopble B
60NbLINHCTBE C/yYaeB nexaT B guanasoHe 10-100 mkr/kr. aa
3bdEKTUBHOM OLEHKM MUrpaLuMM 4acTo TpebyloTca npesenbl
06HapyKeHUA Ha ypoBHe 1 HI/Kr.

Hanbonbluyto  CeNekTMBHOCTb U YyBCTBUTENbHOCTb
onpegeneHns obecneunsatoT MeTOAbl ra30BOM U KUAKOCTHOWM
XpomaTtorpadumu B COYETAaHUU C MACC-CMEKTPOMETPUYECKUM
AeTeKTupoBaHuem. YyBCTBUTENbHOCTL 6onbwuHcTBa TX-MC
CUCTEM B PEXUME PerucTpauum BblbpaHHbIX MOHOB (SIM)
coctagnsaeTr okono 1nr. [Ona  6GONbLIMHCTBA  NPOAYKTOB
TpaHchopmaumm HOAMI paHHOe 3HayeHMe COCTaBASET OKOMO
10 nr 1 moxKeT ObITb Bblle MPU aHANMU3E CAOMKHbIX MATPULL,
NnepeKkpbITUA MWKOB aHA/IMTOB MUKaMW  MaTpuULbl.
MoyBa sBnseTcA Haubosiee CNOXKHOM MaTpuLen, no3TomMy
peanbHble npeaenbl obHapyKeHua moryT pgocturate 100 nr.
Mpu ncnonb3oBaHWM TaHAEMHOFO Macc-CreKTPOMETPUYECKOro
aetektopa (MC/MC) 3HauMTENbHO NOBbLILWAETCA CeNEKTUBHOCTb
OEeTeKTUPOBAHMA aHA/IMTOB U CHUXKAETCA YPOBEHb LymMa Ha
XpomMaTorpamme, B pesysbTaTe 4Yero npeaenbl 0bHapyKeHWa
B peanbHbiX obpasuax MoryT gocturate 1nr u meHee [9].
Ewe  6onee  BbICOKYIO  YyBCTBUTE/NIBHOCTb  BO3MOXHO
[OCTUYb  C  UCMONb30BaHMEM  MacC-CMeKTPOMETPUYECKOro
OEeTeKTUPOBAHMA BbICOKOTO pa3pelleHns, KoTopoe no3BonseT
CEeNeKTUBHO [AeTEeKTMPOBaTb TOYHYHD Maccy WHTEHCUBHOTO
MoHa aHanuTa [10]. CornacHo cneunduKaumam npounssoguTens
[X-MC Thermo DFS, wuHxeKkTMpoBaHne B cuctemy 20 oér
2,3,7,8-TeTpaxnopanbeH3ogmokcuHa obecneynBaeT COOTHO-
LWweHue ero curHana K wymy 200:1. MoBbICUTb YyBCTBUTENIbHOCTb
TaKXKe BO3MOMHO C MWCMNO/Jb30BaHWEM METOAa XMMUYECKOM
MOHM3aLMM, KOTOPbIN ABNsAeTcA bosee MArKMM MO CPaBHEHUIO
C 9/1eKTPOHHBIM YAAPOM U NO3BOAAET MOAYYUTb UHTEHCUBHbIN
MOJIEKYNAPHbIV MoH [11,12].

PeanbHaa 4ysctBuTenbHoctb [X-MC cuctem  3asucut
OT MHoXecTBa  dakTopoB. Haubonbliee BAvAHME HA
YYBCTBMTENIbHOCTb OKa3blBAlOT YTeUKM B YCTPOWCTBE A/A
BBOAA Npobbl M BaKyyMHOW CUCTEME MacC-CMEKTPOMETpPa.
Mpy HeaoOCTaTOYHOW FrepMeTUYHOCTM UHKeKkTopa X 6onblias
YacTb aHanuToB OyaeT TepATbCA, YTO OCODEHHO BbIpPaXKeHO
npyv BBoAe 006pasLOB B pexume 6e3 aeneHWA MOTOKA.
YTeUKM B BaKYyMHOW cUCTEME MNPUBOAAT K MOBbILWEHHbIM
KOHLEHTPaLMAM a30Ta, KMC/NOpOoAa M BOAbl B Kamepe Mmacc-
CMEeKTPOMETPa, YTO HEeraTMBHO CKa3blBaeTcA Ha 3GdEKTUBHOCTH
WMOHM3ALMM MOJEKYN QHANUTOB U CHUMKEHUIO YCTOMYMBOCTU
06pa3syoLLNXCA MOHOB.

lpuBeneHHblE Bblle 3HAYEHUA COOTBETCTBYIOT Mmacce
aHanWTa, KOTOpas AOJ/IKHA MoNacTb B AeTEKTOp (ma). PeanbHbie
npegensl 0bHapy:keHna metoank (MDL) Ha ocHoBse X 3aBucAT
oT cnefyoLmx GpakTopos:

®  Macca HaBecku aHanusupyemoro obpasua (ms);

n3-3a

e cTeneHb KOHLUEHTPUPOBaAHWUA (MM pa3baBieHus) B
xoge npobonoarotosku (CF);

e 06bem BBOAMMOM B Npmbop npobsl (Vi);

*  KO3pOULMEHT aeneHns noToka (SF).

Mpeaen o6HapyKeHMA MOXKeT ObiTb
cneaytollen popmyne:

paccynTaH no

m, X (SF+ 1)
MDL = ———F—F——
V; X CF X m;

Ecnu B3ATb Hanbonee npocToi cnocob NpobonoaroToBKMY,
OCHOBaHHbIN Ha 3KCTPaKUMKW MNPOAYKTOB TpaHchopmaumm u3
2 r noysbl 10 M1 OpraHNMYECKOro PacTBOPUTENA C MOCNEAYIOWUM
BBOAOM 1 MK/ 3KcTpaKTa B TX-MC 6e3 geneHusa noToka, To npu
YyBCTBUTENbHOCTM pAeTektopa 10 nr npeaen obHapykeHuA
coctaBuT 50 Hr/r uam 50 MKr/Kr. s BA@MKHbIX NOYB MOXET
notpebosaTbcA AeneHne notoka 5:1, uTto npuBeger K
yBennueHuio npegena obHapyeHnus o 300 mKr/kr. [lpu
WUCMONb30BAaHNUN  TAaHAEMHOro  MAaCC-CMeKTPOMETPUYECKOro
[EeTEeKTopa M O4MCTKM SKCTPAKTOB OT BOAbI Npesesi 0bHapyKeHuA
BO3MOHO CHU3UTb 0 5 MKI/KT.

Hanbonee  3adpdeKTUBHbIM
OpraHUYecKUX 3arpAsHUTesIe U3 NOYB ABIAETCA YCKOPEeHHasA

cnocobom n3snevyeHnA

JKCTPaKUuMA pacTBopuTesiem. 3a CYET 3SKCTPaKuuMM npu
MOBbIWEHHbIX  AABAEHUM U Temnepatype  BO3MOMKHO
[06UTbCA  BbICOKMX  CTEMEHEeN W3B/AEYEHUA NpU  MasblX

obbemax pactBoputena [9]. TaksKe AaHHbIM MeTo4 No3BoAAeT
CYWEeCTBEHHO CHM3WUTb BPEMEHHble 3aTpaTbl Ha MNpoBeaeHue
aHanusa.

[ONONHWUTENbHO  CHU3UTb  Npegenbl  ObHapyKeHus
BO3MOXHO, BHegpvMB B MpPoBOMOATrOTOBKY  CTagmio
KOHLEHTPUPOBaHUA ynapusaHvem pactBoputens [13].

Mpn ynapmeanmn ¢ 10 pgo 0,1 mn TeopeTuyeckaa cTeneHb
KOHLEeHTpupoBaHuMA coctasuT 100. OgHaKO NPONOPLMOHANABHOIO
CHUMKEHUA npenenoB OOHAPYXKEHUA MOXKET U He NPOoU3oUTH,
Tak Kak nMpu ynapuBaHWW pacTBOpUTENsA TepAalTca MU
NeTyyne  npoaykTbl TpaHcoopmauum HAOMI, 4yto aenaet
HEBO3MOXHbIM UX KO/AnyecTBeHHoe onpegeneHuve. Kpome
TOrO, MapaNNenbHO C yBe/IMYEHMEM KOHLIEHTPAUWUA aHasUTOB
YBE/IMYNBAIOTCA M KOHLIEHTPALMN KOMMOHEHTOB MaTpULbl, YTO
NPUBOAMUT K YBE/IMYEHMIO YPOBHA LIYMa Ha XpomaTorpamme.
Bo wusbexkaHue BBoga bosbwmnx obbemoB BoAbl B npubop
nepes ynapusaHvem pactBopuTens obsa3aTesibHbIM ABAAETCA
ee ypaneHue W3 3KCTpakTa. B syywem cnyyae 3a cuer
KOHLEHTPUPOBAHMA yNnapMBaHMEM BO3MOXHO CHU3UTb Npeaebl
06HapyKeHUA HaMMeHee NeTy4nx aHaAnToB Ha 1 nopAAOK.

[NaBHbIM HeAOCTaTKOM METOAMK Ha OCHOBE 3KCTPaKLMu
OpraHWYeckMm pacTBopuTenem fABAAETCA HEBO3MOMKHOCTb
onpepeneHvs Hambonee NeTy4mx NPOAYKTOB TpaHchopmaumum
HAOMI, KoTopble nepeKpbIBAlOTCA MUKOM  PacTBOpUTENA
npu XpomatorpadumposaHum nmbo TepAwTCcA npu
KOHLEHTPMPOBAHUN yapuBaHUEM.

3Toro  HepjocCTaTka  AMWeH  MmeToh — TBepaodasHom
MWKPO3KCTpakumm (TOM3D), KoTopbili ABAAETCA O4HUM U3
Hanbonee NpPocTbix M 3GPEKTUBHBIX METOAO0B NPOOONOArOTOBKY,
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KeHnecos b.H. u gp.

53

MCrnoNb3yemblx Mpu oOnpeaeneHnn NeTyynx OpraHUYecKmx
coeanHeHnin B nousax [14,15]. Metogq TPMD ocHoBaH
Ha copbuun aHanuToB M3 rasosol ¢asbl Hag obpasuom
NMoYBbl MWKPOMONIMMEPHBIM MOKPbLITUEM C MOCAeAylolen UX
aecopbumeirt B ucnaputene X [16]. Mpegen obHapykeHwn
aHanuTa metogom TOM?S HanpAmyto 3aBUCUT OT 3GPEKTUBHOCTH
€ro 3KCTPaKLMM M3 NOYBbI, KOTOPAA, B CBOIO ouvepenpb, 3aBUCUT
oT ero rmapodobHocTM u netydectn [17]. dddeKTUBHOCTbL
3KCTpaKuuM npoayktos TpaHcbopmaumm HOMI u3 nousbl
MOXeT gocturatb 1% AnA rMapasoHOB NPW IKCTPAKUUKM U3
rasoBoi ¢asbl Hag obpasuom maccort 1 r B BMane obbemom
20 mn. Tak Kak gecopbuums aHAaAUTOB W3 IKCTPAKLMOHHOrO
MOKPbLITMA ocyluecTBAAeTcA 6e3 AeneHna noToka, npeaesbl ux
obHapykeHus metogom TOMI-TX-MC moryT gocturatb 1 MKr/Kr,
a npu ucnonb3osaHun MC/MC petektmposaHua — 100 Hr/kr.
OpHako ana  6o/blIMHCTBA  MPOAYKTOB  TpaHcpopmauun
HOMI a¢ddeKTMBHOCTb 3KCTpakumu coctasnsetr ot 0,01 go
0,1%, 4To cooTBeTCTBYET Ha 1-2 nopagKa 6oabWwKMM npegenam
nx obHapyeHua. MoBblcUTb 3PGEKTUBHOCTb IKCTPAKLMKU U
CHM3UTb Npeaenbl OBHAPYKEHMA BO3MOMHO OXNaXKAEHUEM
9KCTPAKLMOHHOMO MOKpbITUA [18]. B Lenom, n3 npumeHaembix
B OaHHbIM  MOMEHT nogxodoB MmeTog TOMI-TX-MC
obecneynBaeT Haunyyllee coyeTaHue nNpeaenoB obHapyKeHna
M KONMYecTBa Onpefenfaembix MpoAyKTOB TpaHcdopmaumm
HOMT [19-21].

1. MepeHoc neTyumx
aHaNUTOB rennem u3

2. Tepmogecopbums
QHaNUTOB M3 NOBYLUKK B

Hanbonblwen nepcnekTMBHOCTbIO AAa  onpefeneHus
Y/IbTPaManbIX KOHUEHTpaLmMii obnagaeT metos AMHAMUYECKOro
napogasHoro aHanusa (dynamic headspace), ewe HasbiBaeMbil
«MNpoAyBKa M ynaBauBaHue» (purge and trap) [22-24]. JaHHbIl
MEeTOZ, BKAIOYAET KOJIMYECTBEHHbIV NEepeHoC NeTy4mx aHauToB
13 NoyYBbl B agCcopbeHT NpoayBKOW MHEPTHbIM ra3om (renuit) c
nocnegyolleit Tepmogecopbumert aHanutoB M3 aacopbeHTa
B YCTPOWCTBO A/1A BBOZA Mpob ras3oBoro xpomartorpada u
KONOHKY (pucyHok 1) [25]. Mpu macce Hasecku 51, 100%
nepeHoce aHaNMUTOB M3 06pasLLa B KOJIOHKY U YyBCTBUTENbHOCTU
X-MC 10 nr TeopeTuyeckuii npegen obHapy>KeHUs COCTaBUT
2Hr/kr, a npu X-MC/MC - 0,2 Hr/Kr.
Mcnonb3osaHne MC/MC peTeKTMpoBaHMA MNPeAnoYTUTEIbHO,

Mcno/sib3oBaHUU

TaK Kak MeTo AMHamuyeckoro napodasHoro aHaaMsa ABAseTcs
MaTpULbl NepeHocaTca B
AACOPOLMOHHYIO NOBYLUKY M KOMOHKY X, 4TO NpuMBOAMUT K

HeCeNeKTUBHbIM U KOMMOHEHTbI

YBEIMYEHUIO LYMa Ha XpomaTorpamme. [pyroi noTeHuuanbHoM
npobaemoit meToaa ABAAETCA AUTEIbHAA AecopbLmsa aHaUToB
13 NNOBYLIKMN U HEOBXOAMMOCTb KpUodOKycUpoBaHUs. MpoayKTbl
TpaHchopmaumm HOMI sBAAOTCA NONAPHBIMU COEANHEHUAMM
N TpebyloT UCNO/Nb30BaHUA NOBYLUEK, TaKMKe Y/aBAVBAOLMX
BOAY, COAEp’Kallylocs BO BCex noysax. [na yAaneHua BoAbl
HEeobXoAMMO  WMCNO/b30BaTb  AOMOSIHUTENIbHYIO  NIOBYLUKY,
yCTaHaB/MBaeMyto Nepes OCHOBHOM afcopbLMOHHOM NOBYLLKOM,
B XOZe MpOoAYBKM NOYBbl MHEPTHbIM razom. HecmoTpa Ha Bce

3. Tepmogecopbuma
aHaNUTOB M3 UCNapuTens 8

obpasua B N0BYLLUKY ucnapurtens X KONOHKY X
| He | He
: ;
v v
Nosyuwka ¢ JlosyLwKa ¢
aacopbeHTOM aacopbeHTOM
(T=30°C) (T = 240°C)
] AncopbeHT ana
: KpnodoKycnposaHua
I
I
I
:
I
A A
| . Wcnaputens X Mcnaputens X
(T=-40°C) ' (T =250°C)
' 1
' I
: I
: I
v
Hauvano Hayvano
i KONOHKM KONOHKM

PucyHOK 1 — MNpuHUMN meToda AMHAaMMYECKoro napodasHoro aHaansa 45 onpeaeneHuns CefoBblX KOHLEHTPAL MM NeTyumnx
OpraHUYeCcKnX coeguHeHuii B 06pasiiax noUsbl v BoAbl. KpacHble CTPe/iKM NOKa3biBaloT NePeHOoC eTyYNX aHaIUTOB.
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HeAOCTaTKM meTon AUMHaMU4YeCKoro napo¢a3Horo aHa/n3a
no3sosAeT AO0CTU4Yb HauMMeHbWKUX npeaenos O6Hapy)KeHMﬂ,
a TaKkXKe MOXeT OblTb MNONHOCTbIO dBTOMATU3NPOBaH C
MCNONIb30BaHNEM UMEIOLLMXCA B NPO4a*Ke aBToOCamMnnepos.

3. AHanus BoAbl

Ona aHanusa BOAHbIX 06pasLoB 6onee NOAXOAALLMMM
metogammn asaaoTca MX-MC wnanm HKX-MC/MC, KoTopble He
TpebyloT npoBeaeHuna MNpoboNOATroTOBKM, TaK KaK BOAHble
06pasubl  MOryT OblTb  HanNPAMYK  WHXEKTUPOBaHbl B
cuctemy [26,27].  Mpepenbl  obHapyXeHUs  3aBUCAT  OT
MHOXecTBa GpaKTOPOB U, KaK NPaBUIO, HAXOAATCA B AManasoHe
1-10 mKr/n. Ona cHuKeHua npegena OBHapYKeHWUs MOXKeT
6bITb MCNO/Ib30BAHA OH-NalH TBepAoda3HanA IKCTpaKkuma (TOI),
KOTOpas TeopeTUYeCcKn No3BONAET YBEUYUTL 06 beM BBOAMMOM
npobbl Ha 2-3 nopaaka M A06UTbCA NPONOPLMOHANBHOMO
CHUXEHUA npeaena obHapykeHus [28,29]. OcHoBHas
CNOXHOCTb MpU NpoBeaeHUM OHMaH TP cBA3aHa C BbICOKOW
NONAPHOCTbIO  BONBLIMHCTBA  MPOAYKTOB  TpaHchopmaumm
M CNOMKHOCTbIO  MX  3ddeKTMBHOro  aacopbumoHHOro
$OKycMpoBaHUA B KapTpuaKke ana THI.

C wucnonb3oBaHMEM  AMHAMMYecKoro  napodasHoro
(pMCYHOK 1) TeopeTUyeckn BO3MOMKHO AOCTUTHYTb
npesenos o6HapyKeHWA Ha ypoBHe aecaTbix Hr/n [30]. TnaBHas
CNOXHOCTb 3aKNO4YaeTcA B CUMbHOM CPoACTBE OONbLUIMHCTBA
NONAPHbLIX NPOAYKTOB TpaHchOpMaLMM K BOAE, U3-3a KOTOPOU
TpebyeTcA  [OCTAaTOMHO  AAUTENbHAA NpoAyBka obpasua
WMHEPTHbIM ra3om. YCKOPUTb NpoLLecC BO3MOXKHO fobaBneHvem
CWUNbHOTO 3/1IEKTPO/IUTA (Hanpumep, xaopuaa HaTpua) Ao
KOHLLEHTPALMM ero HacblLLEeHHOro pacTBopa.

BonbLoli nonynapHOCTbIO 41A aHaAn3a BOoAbl NO/b3yeTcA
MeTOZ, MMKPOIKCTPAKLMM Ha MarHUTHoW mewanke (stir-bar
sorptive microextraction, SBSE)[31]. MeTtos oOcCHOBaH Ha
3KCTPaKLMM aHAIMTOB MNOJIMMEPHBIM NMOKPbITUEM, HAHECEHHbIM
Ha NOBEPXHOCTb MArHWUTHOM Mellanku, C Nocneaylwum ee
Harpesom B Tepmogecopbepe 'X. B cpaBHEHUM € Knaccuyeckom
TOM3, o06bemM NOAMMEPHOTO  MOKPbLITUA  3HAYUTENBHO
6onblle, YTO NO3BOAAET MNPOMOPUMOHANBHO  YBEAUYUTD
3 EeKTUBHOCTb IKCTPaKLUMK [32]. ITO 0cOBEHHO aKTyaNbHO ANA
NONAPHbBIX COEAMHEHWUW, K KOTOPbIM OTHOCATCA BCE NMPOAYKTbI
TpaHcdopmaumm HOMI. [Ona ysenuuyeHus 3¢eKTUBHOCTU
MWMKPOIKCTPAKLMU  BO3MOMHO TaKKe f[006aBUTb CU/IbHBIN
anekTponut. MNpu appeKkTMBHOCTU 3KcTpakumm 10% um3 10 mn
obpasua AOCTUNKMMBI Npeaenbl obHapyXeHMs Ha ypoBHe 1
HF/N. ONA [OCTMXKEHMA TaKMX 3HAYeHMI TakKe Heobxoguma
Aecopbumnsa 6e3 peneHWAa noToka, KoTopasa Ana Hawbonee
NeTyYnx aHaIMTOB BO3MOXKHA C MCMO/Ib30BaHNEM KPUOTEHHOTO
boKycnpoBaHMA Nepes BBOLOM B KOJIOHKY.

aHa/n3a

4. AHanus Bo3gyxa

BbICOKOUYBCTBUTEIbHBIV aHanm3 BO34yXxa Ha
copeprkaHue npoayktoB TpaHchopmaumm HOAMI BO3MOMKEH C

MCNoNb30BaHMEM Cneayrowwmx noaxoaos [33]:

e 0oTb6Op BO3AYyXa B KAHUCTPbI [34] nnun apyrue emKoctu
C NocneayroWwmM KOHUEHTPUPOBaHUEM MAN POKYyCMpOBaHMEM
aHaNMTOB Nepes BBOAOM B KOMIOHKY [35];

* npoAyBKa BO3ayxa u4epes
nocneaytouiel Tepmogecopbumeit B X [36];

* npoAyBKa BO34yXa 4epe3 XUAKUM NOrnoTUTeNb C
nocneayroLwmMm aHaIM30M aHaI0OrMYHO 06pasLLam BoabI.

Ona poctukeHusa npenenos OOHApyXKeHUA Ha ypoBHe
1Hr/m® ¢ ucnonb3oBaHMEM NepBOro noaxoda HeobxoAMMo
BBOAMTL B npubop He meHee 1m® o6pasua BO3gyxa.
HepoctaTKom — gaHHOro  noaxofa  ABAAETCA  BO3MOMHOe
OKMC/NIEHWEe aHA/NUTOB KUC/IOPOAOM BO3Z4yxa B npolecce
XpaHeHWA, a TaK¥Ke MX aacopbuma Ha CTEHKAX KaHWUCTP, 4To
0cobeHHO NPob1eMaTUYHO ANA NONAPHbLIX AHANNTOB.

Hanbonee nonynspHbim npu onpegenedun J10C B
BO34yXe fABAAETCA BTOPOM cnocob. AHanuTbl agcopbupytoT
CeneKkTMBHbIM agcopbeHTom, mocne 4yero AecopbupytoT nog
BO34EMCTBMEM MOBbIWEHHbIX TemnepaTyp (pucyHok 1, aTanbl 2
n 3) [37]. B KayectBe apcopbeHTOB A/1A LWWMPOKOTO Kpyra
aHaNMTOB  MCMO/NL3YIOT  MHOFOC/IOMHbIEe  NOBYWKKW.  [nA
NONIAPHbIX @aHANNTOB MOTYT OblTb MCMONb30BaHbl aACOPOEHTbI
Tmna Chromosorb 102, Porapak Q wn Porapak N. [ns
N-HUTpO3OAMMETUNAMMNHE pekomeHayeTca Thermosorb/N [38].
Mpegen ob6HapyKeHWAa 3aBucUT OT obbema BO34yXa,
nponyleHHoro 4yepes aacopbeHT, oT  3bdeKTUBHOCTU
Y/1IaBIBAaHNA aHAZINTOB U PEXMMA MX NepeHoca M3 agcopbeHTa
B KONOHKY. [nA yBennyeHus 3¢GPeKTUBHOCTM yNaBAMBAHUA
BO3MOYHO MCNO/Ib30BATb OX/1aXKAEHWE COPOLIMOHHOW SIOBYLLKM.

Tpetuit cnocob aBnsetca Haubonee npoctbim MU
noAXOAAWMM ANA TMAPOOUABHBIX NPOAYKTOB TpaHchopMaLmm
HOMI. Ons gocTuxeHus npeaenoB obHapysKeHMA Ha ypoBHe
1Hr/m® Heobxogumo nponyctute 104 Bo3gyxa uepes
nornotutenb o6bemom 10 ma. 3aTeM MOMKHO BOCMO/1b30BaTbCA
OZHMM 13 METOL0B aHaM3a 06pa3L,oB BoAbl, 0becneynsatoLLmm
npeaenbl 06HapyKeHUA Ha yposHe 1 Hr/A.

cnoin  apcopbeHtTa c

5. Oco6eHHOCTU onpeAeneHnn cneaoBbiX KOHLEHTPaL M

C yMeHblUeHMeM LefeBblX npeaenos o6HapyKeHus
CYWEeCTBEHHO  y)KecTovyatoTca  TpeboBaHMA K yucTtoTe
OKpY»KatoLei cpeabl, Nocyabl, Matepnanos n obopyLoBaHus.
[axe MWHMManbHble KO/AWMYeCTBa aHa/iMTOB, MOMaswue B
aHanusMpyemble 06pasupl, CYLLECTBEHHO CHUMKAKOT TOYHOCTb
TaKKe 3HAuMTEeNbHO BO3PacTaeT BEPOATHOCTb
TOro, YTO HesarpsA3HeHHble 06pasubl MOryT 6biTb MPUHATHLI 3a
3arpAsHeHHble. [AA KOHTPOAS YWUCTOTbI MNpouecca aHanusa
Heobxoanmo 06A3aTeNbHO aHaM3UPOBATb XON0CTble 06pasLLbl,
3aBELOMO He COAEepKaLLMe aHaNUTbI.

Takke KpaliHe He pPeKOMEeHAYeTca aHaAu3MpoBaTb
(Hanpumep, Ha ypoBHe MF/KF) U  HU3KMe
(Hanpumep, Ha ypPOBHE Hr/Kr) KOHUEHTpauuuM aHanuToB B
ofHOM nabopaTopuu, Tak KaK 3TO HeMpemMeHHO npuBeseT K
nepeKkpecTHOMy 3arpasHeHuto obpasuoB. B gaHHOM ciyyae
HeobxoaMMo npoaHanusmposatb obpasubl B snabopatopum,
npeAHasHaYeHHOW [ANA aHanM3a BbICOKWUX KOHLEHTPALMi,

aHaun3a.
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OnpepeneHue cnepaoBbix
KOHLEHTPaLUMii NPOAYyKTOB
TpaHchopmaumm HAMT

Ananus J

CNEeKTpoMeTPpU4ECKUM AETEKTUPOBAHUEM

MuakoctHas xpomaTorpadua c macc- ‘
(HX-MC/MC; HX-MCBP)

MNpobonoarotoska J

Mouea

2) OuwucTka oT BOADBI
3) KonuewTpuposaHue
ynapuBaHuem pacTsopuTens

Boga ’

MMKDO3KCTPaKLMA
(Tom3)

KUAKUIA NOMoTUTEND
2) KoHueHTpuposaHue
metogamu TOM3 unun [INA

PucyHoOK 2 — OCHOBHble MeTOAbl U NOAXOAbl, KOTOPbIE MOTYT ObITb UCNO/Ib30BaHbI A/1A ONpPeAeNeHun Cle0BbIX KOHLEHTpaLui
NpoAyKToB TpaHchopmauumn HOAMI

nocne 4ero obpasupl, B KOTOPbIX aHaAWTbl HE OBHapyKeHbl,
nepefatb ANA aHanu3a B nabopaTopuio, OTBETCTBEHHYHO 3a
aHanu3 cnefoBbIX KOHLEHTpauui. FoToBWUTb KannbpoBoYHblE
06pasLpl, 0cO6EeHHO A1 1eTYYMX aHANIUTOB, TaKKe He0bX0AUMO
B OTAeNbHOM nabopaTopuu, TaK Kak B Xofe MPWUroTOB/IeHUA
6yneT 3arpa3HeH Bo3ayx B nabopatopuun U MepHas nocyaa.

6. 3akntoueHue

B uenom, onpeaeneHne CNegoBbIX  KOHLEHTpauui
npoaykToB TpaHchopmauum HAMI  npeactasnser coboli
CNOMHYt0 3agadvy. OCHOBHble MeTOAbl M MOAXOAbl, KOTopble
MOTyT 6bITb MCMNONb30BaHbl A4 OMNpPeAeneHUs CnemoBbix
KOHLLeHTpaLuuin npoayktoB TpaHchopmaumm HAMI 0606LieHbl

Ha pucyHke 2. [ae npuM  MCNOMb30BaHuM  Haubonee
CENIeKTUBHBIX W YYBCTBUTE/IbHbIX METOAO0B aHanM3a, TaKux
Kak [X-MCBP, TIX-MC/MC wuau M»X-MC/MC, Tpebyetca

MUHUMYM 1000-KpaTHOE KOHLEHTpMpoBaHWe 06pasuos. A
onpefeneHna Havwbonee NeTyuynmx aHaAWTOB B BOAE, MO4Be
M 6apboTMPOBaHHOM Yepes BOAYy BO3Ayxe LenecoobpasHo

CrnUCOK NuTepaTtypbl

MUCNONb30BaTb METoA, AUHAMMYECKoro napodasHoro aHanamsa.
[OnA  nouyBeHHbIXx 06pPasLOB  BO3MOXHO  MCMO/Ib30BATb
3KCTPaKLMIO  pacTBopuTesieM C nocieaytowen
M KOHUEHTpMpOBaHMEM ymnapuBaHUEM
pacTBopuTtens. Ona BOZAHbIX o0bpasuos BO3MOHO
npumeHatb HMX-MC/MC B coyeTaHun C oHAalH TDD wmau
X-MC B COYETaHWW C MMKPOIKCTPAKLMENn Ha MarHUTHOM
mewanke. Ana onpepenerHns metabonutos HAMI B BO3ayxe
Hanbonee 3OGEKTUBHBIM METOAOM ABAAETCA NPOMyCKaHue
aHanusupyemoro obpasua yepes copbUMOHHblE TPYbKM C

OYnCTKOM
JKCTPaKTa OT BOAbI

nocneaytouen Tepmogecopbumeli B IX.
BbnaropgapHoctu

Pabota BbINONHEHa B pamMKax npoekTa MuHWUcTepcTBa
obpasoBaHMA W Hayku Pecnybaukm Kasaxctan 0384/Id4
«MccnepoBaHme BO3AEMCTBMA Ha  OKpy)Katollyto cpegy U
cpeny 06UTAHMA TPaAHCMOPTMPOBKM rentuaa no TeppuTopun
Pecnyb6imkn KaszaxctaH».
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