rX-MC/MG HOCJ'IE ,U,EPI/IBATI/I3AI.I,I/II/I C 4-HNTPOBEH3AJIbBEINAOM.

b Agilent Technologies

L— Authorized Partner Laboratory
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AHanutnyeckue pelleHuns
Markets and Applications Programs

Bbi6paHbl ycnosua onpegeneHna HOMI ¢ npeasapuTensHoii aepusatuaaLmeit
4-nurpobensanbaervaa metofom [X-MC/MC, Bknroyan yenoua doparMeHTaLim

11 AETEKTVPOBAHWA, C MCMONb30BaHWEM B KaUECTBE BHYTPEHHErO CTaHaapTa

4 4’ -nubpombudbeHnna. MNokazaHbl METPONOrMYECKUE XapaKTepUCTV KA onpeaeneHna
HIOMI metonom [X-MC/MC ¢ npeasapuTenbHbIM KOHLEHTPYPOBAHMEM METOOM
AKK3 v ¢ ncnonb3oBaHrem pexxkima BBofia 6ombLunx MPo6, BbICOKaA YyBCTBUTENBHOCTL
metozoB nossonaet onpeaenats HAMI Ha yposre Of1Y (0.06 mkr/n). MpaBunbHocTb

11 BOCMPOM3BOANMOCTb PE3yNbTaToB NoATBEp»KAeHa METOAOM “BBE/EHO-HaiineHo" .
lNpoBepeHa NpUMeHMMOCTb AaHHoro noaxoaa Ana onpeaeneqna HIMI B npupoaHbix
06beKTax, BbICOKasA TOUYHOCTb W YyBCTBUTENBHOCTL OMPEENeHA NO3BONAST ONpe/enATh
HIOMI B Tom uncne 1 B 06beKTax OKpY>KatoLLIei cpefpl.

Beepenue

MapasvH 1 ero NPoM3BO/IHbIE C KaX/bIM FO0M HAX0AAT Bce Bonee Wnpokoe
NpUMeHeHe B PasnuyHbIX OTPACIIAX XO3AACTBEHHOI 8ATENBHOCTY YeroBeKa.

B yactHocTn, HecummeTpuyHbid aumetunruapasud (HOMI) — nponssogHoe
rMapasuHa, MPYMEHAETCA B KAYEeCTBE TOPHYEro KOMMOHEHTA XKMAKNX PaKeTHbIX
Tonnue Hapaady ¢ metunruapasuiom [1]. HOMI aBnAeTca onacHbIM AnA

3[10pOBbA YEJI0BEKA U OKPY>KAKOLLE! cpe/ibl COBANHEHUEM W NO CaHWUTApHO-
TOKCUKOJIOMYECKOMY KPUTEPUIO BPEAHOCTI OTHOCUTCA K 1-OMy KIlaccy onacHoCTH.
B cBA3K C 3TVM rocyaapCTBEHHbIE CTaHAapTbl YCTAHABNMBAIT CrefyHoLLne
Hopmartusbl MK no rugpasuHam: B atmoccpepHom Boaayxe [AK HOMI cocrasnser
0.001 mr/m3, B nouse 0.1 mr/kr, B Bogoemax pbi6oxo3ANCTBEHHOr0 HagHaueHuA

— 0.5 mkr/n. OpuenTpoBoyHo aonyctumblii yposeHb (O1Y) HOMI B Boge
X03ANCTBEHHO-6bITOBOrO 1 KYNbTYPHO NUTbEBOro 1cnonbaoBanua — 0.06 mkr/n.
Huskue 3Ha4eHMA MUrMeHMYecknx HOpMaTMBOB W TEHAEHLINA K X YXKECTOYEHMHO
TpebyHOT cO3aaHMA YyBCTBUTENbHBIX U CENEKTUBHBIX METOAMK OMpefeneHusa
rMapasvHoB B 06beKTax OKpy»KatoLLeid cpeabl. B nutepatype He HaiineHo metoamk
onpenenenna HOMI MeTof0M TaHeMHOI ra30Boi XpOMaTO-Mace-CneKTpoOMeTpUN.
Meton I'X-MC/MC ¢ anekTpopacnbinutensHoi nonusauveit (311) obnagaet

PANOM CYLLIECTBEHHbIX OCTOMHCTB, TNABHbIMM U3 KOTOPbIX ABMATCA BbICOKAA
YYBCTBUTENBHOCTb, CENEKTUBHOCTb, OCTOBEPHOCTb U LLIMPOKWIA KPYT Onpeaenaemblx
BELLIECTB.
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JKcnepumMmeHTanbHaA 4yacTb

OGopynoBanue
GC system 7890A G3440A
GC sampler 80 (65018
GC/MS Triple Quad 7000 G7001B

Ycnosua xpomartorpacupoBanua

Mapamertp 3HaueHue

Konoxka HP-5 MS
[a3-HocuTenb [enui

CkopocTb noToka rasa 1 mn/muH

[leneHue notoka rasa-Hocutena bes neneHna notoka
Temnepatypa uHxekTopa 270 °C
Temnepartypa uHTepcheiica 290 °C

[pagneHT Temneparypsbl

50 °C(2mun)=>25 °C/mun=>150 °C=>10 °C/muH=>250 °C(2muH)

lcToYHMK noHu3aLmm 81

Temnepatypa UCTOYHMKA NOHU3ALINM 250 °C

BpemeHHble cermenTbl
MMP-nepexonos

¢12.30 MuH: m/z 193 — m/z 131, 104
¢ 13 MuH: m/z 312 = m/z 152, 151

KonoHka HP-5 MS
[a3-HocuTenb [enui
CkopocTb noToka rasa 1 mn/muH

[leneHvie notoka rasa-Hocutens bes penenva notoka

06pasubl

[ina anpobauuu noaxoaa UCNonb3oBan 06pastibl NPUPOAHON
BO/Ibl 13 CKBaXXWHbI M 06pasLibl BOfbI, 0TO6PaHHON Ha
TeppuTopun pecnybnuku Antaii B paiioHax nageHna BTOpbIX
ctyneneit PH «Coto3y, He coaepiKallime 3KOTOKCHKAHTOB.

PeaktuBbl

llcnonb3oBaHbl cnepyroLme peaktusbl 1,1-AMMeTMArMAPa3nH,
4-HBA, 2-HBA, 3-HBA, 2,4-auHBA (Bce «Sigma-Aldrichy,
CLUA, He HWXe 4.A.a.), aUETOHUTPUN (ANA rPaANeHTHOI
B3>KX), rekcaH, aLeToH, ruapokeua Hatpua, ruapodpocdat
HaTPWA ABYXBOAHbINA, Aurnapodocdar HaTpuA ABYXBOAHbINA,
alLeTat aMmMoHuA, auruapodocdar ammoHua, cynbdat
HaTpuA, CepHyro KicnoTy, hocdhopHyto kucnoty (85%
BOAIHbI/ pacTBOp), YKCyCHyHO KucnoTy (Bce «Panreacy,
Vcnanua, x.4.), metabucynbcut Hatpua («MC&By, CLUA, x.4.).
[lenoHuzoBaHHan Boaa nonydera ¢ nomollbio Milli-Q Integral
system, Munnunop, CLLA.

Mpo6onoarotoBka
B nonunponuneHoByto npobupky o6bemom 1.5 mn nomeLuany
1 Mn aHanuaupyemoro obpastia Bofbl, fo6asnan 50 mxn

1 M ammoHuiiHo-aLeTaTHoro 6ydhepHoro pacTaopa ¢ pH

5.4 150 mkn 0.6% pacteopa 4-HBA B aueToHuTpUNE.

Mpo6y Harpesanu B TeueHne 20 MyH Npu Temnepatype

75°C, nocne yero oxnaxnaanu 40 KOMHATHOI TemMneparypbl,
no6asnaAnm 1 MA rekcaHa 1 NepemeLLMBany Ha Lweikepe B
TeyeHne 5 MuH. [InA ynaneHua uabbitka pearexTa no6asunm
10% pactBop mMeTabucynbuta HaTpuA 1 NepemeLInBanu

Ha Leiikepe B TeyeHne 10 MuH. B kauecTte BHyTPEHHEro
cTaHaapta ucnonb3osanu 4,4 -anbpombuchenmn (4,4'-[16b0) ¢
KOHLIeHTpaLwmel 2.5 mkr/n.

[na XOK3 pepusatuzaumm noasepranu 50 mn npobbl B konbe
Ha 250.0 Mn ¢ coxpaHeHneM COOTHOLLIBHUA BCeX peareHToB

W ApYTUX YCROBMiA NpoBeaeHUA peakLmu. [InA nepesosa
npoussogHoro HAMI B opraHndeckyto hasy Kk BoaHOMY
pacTeopy ao6asnany 10 mn rekcaqa v nepemeLUBani Ha
MarHuTHOI MeLLianke B TeyeHne 5 MuH, 3atem gobasnanm 50 mn
10% pactBopa mMeTabucynbduta HaTpuA 1 NepemellnBan B
TeyeHune 10 muH. OpraHnyeckuii cnoii ynapmuaanu Ha pOTOPHOM
ncnaputene (npu T =50 °C n P =225 mm pr. ¢1.) 1o 0bbema

1 mn. [Tocne aToro pacTBop BbICYLUUNW Hag 6e3BOAHbIM
cynbatom HaTpua, 3aTeM NPOBOANIKM XpoMaTorpacuieckoe
onpepenexne metogom [X-MC/MC.



MporpammHoe oGecneyenue Pe3ynbratbl u ux o6cyxpeHue

* Agilent MassHunter Workstation Software -

Data Acquisition for 7000 Series Triple Quad GC/MS Ha pucyKe 1 npeAcTaBAeHsl Xpomarorpauis! CrarAaprHoro

pactBopa HAMI ¢ koHueHTpaumeid 0.06 mkr/n obpasua
* Agilent MassHunter Workstation Software Qualitative BO/10NPOBOAHOI Boabl ¢ Aobaskoid 0.06 mkr/n HAMI v
Analysis, Version B.06.00 Build 6.0.633.0 X0mnocToro obpastia npuUpoaHoI BoAbl. V13 npeacTaBneHHoi
, , o XpOMaTorpamMmbl BUAHO, 4TO MPYW aHann3e NPUpOaHbIX BOA
Agilent MassHunter Workstation Software Quantitative OTCYTCTBYIOT NOCTODOHHHE MK/ KOMIOHEHTOB MaTpHLIbl

Analysis, Version B.05.02 Build 5.2.365.0 4YT0 NO3BONAET NPOBOANTL aHanK3 6e3 JOMOHUTENbHOIA
« The NIST Mass Spectral Search Program, Version 2.0 npo600unCcTKN. Bbicokad cenekTMBHOCTb 18TeKTUPOBaHUA
No3BONMNA COKPATUTL BPEMA aHanuaa. A LWMpOKWUA NUHERHbIA
A1ana3oH OnpefeniAeMbIX KOHLEHTpaLWiA No3BoNAET
onpeaenatb HMTI kak Ha yposHe MN[IK, Tak v Ha yposHe Of1Y.
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PucyHok 1. Hano>xenue xpomarorpamm obpa3ua BogonpoBoaHoii Boabl ¢ gobaskoit HOMTI 0.06 mkr/n (1), u 6e3 (2) nocne npoBeaeHna peakuuu
naepuBatn3auun ¢ 4-HBA. Kononka HP-5MS. a3 Hocutens: renuii. FpapueHt temnepatypbl uuxxkekropa 60°C => 600 °C/mun => 325 °C. OrpyBka
pacteopurensa: 100 mn/mun go 0.06 mun. Mpoayska: 60 mn/muu ¢ 2.56 mun. Temneparypa gerekropa 290 °C. [pagneHT TeMnepatypbl KONOHKH:
50 °C => 25 °C/mun => 150 °C => 10 °C/muun => 250 °C [erektupoBanue B pexkume MMP, nepexog m/z 193 — 131,104. 06vem BBoAUMO#
npo6bi 10 mkn. (Muk cnpaBa — BHYTPeHHMI cTaHAapT).

Pearenr NAOK, ur/n
4-HBA 25 50 50-5000 17
Ta6nuua 1. Merponoruueckue xapakrepuctuku onpepenesna HOMI meropom MX-MC/MC c npepsaputenbHoi aepusatusaumeii 4-HBAV_ apotin =10 mkn.
(n=3, P=0.95).

PeareHr c,.. Hr/n c.Hr/n YpaBHeHue rpagyupoBo4HOA 3aBUCUMOCTH" NOOK, ur/n s, %
4-HBA 20 40 S/S, =(2.33+0.02)-10%c- 40-1000 25
(1.4+0.8)-10? (r=0.999)

Ta6nuua 2. Xapakrepuctuku xpomarorpachpuueckoro onpepenenua npoussoatoro 4-HbBA ¢ HOMTI ¢ npeaBaputenbHbIM KOHLEHTPUPOBAHMEM METOAO0M
X-MC/MC (P=0.95, n=3).

MpoBepky NPaBnbHOCTYA NMPOBOANAN METOZIOM (BBE/IEHO- 113 Npe/CTaBNeHHbIX AaHHbIX, PeaymnbTaTbl OnpeaeneHna
HaiineHo» ana o6pasiia BoA0MPOBOAHOI 1 MPUPOAHOI HIMTI B Bojax ynoBneTBOpUTENbHO CXOAATCA B Npeaenax
BO/bl, pe3ynbTathl NpeAcTaBneHbl B Tabnuue. 3. Kak BuaHo [I0BEPUTENbHOTO MHTepBara.
Beepexno HOAMI, mMkr/n Havipeno HAMI, mkr/n
BononpoBoaHas Boja MpupoaHas Boa
Pesxum BBOfIA 60NbLLUMX 06LEMOB NPO6 0.06 0.0563+0.023 0.058+0.012
0.5 0.46+0.07 0.52+0.05
AHOKI 0.06 0.049+0.013 0.042+0.015

Ta6nuua 3. Peaynbratel onpepsenenua HAMTI B BogonpoBogHoii Bope v npupoaHoi Boae, 0606paHHblii Ha Tepputopun Pecny6nuku Antait MeTogom
«BBEAEHO-HaNAeHo) C npeaBaputenbHoi aepusatusaumen 4-HbA (n=3, P=0.95).
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Moaxon ana onpenenenna HAMI Ha O[1Y ¢ npensaputenbHoii
nepusatuzaumeii ¢ 4-HBA ¢ o6bemom BBOAUMOIA NPo6bI

10 MKn xapakTepusyeTca 6oJiee BbICOKO TOYHOCTLHO, Yem
BapuWaHT ¢ ucnonb3oBaHnem XKXX3. B NpupoaHbIX 06beKTax.
Kpome Toro, noaxoa ¢ 2KXX3 3HaunTenbHo yBenuumnsaet
Bpema npobonoarotoBku. B ceAamn ¢ atum, metog IX-MC/MC
C NporpaMmmupyemoii Temnepatypoii ucnaputena ABNAETCA
Hanbonee NepcnexkTYBHbIM ANA ONPeaeneHna YbTPaHN3KMX
konuuects HIMI B npupoaHbix 06bekTax.

3aknioueHue

lpenctaBneHa BbICOKOYYBCTBUTENbHAA METOAMKA
[I0CTOBEpHOro 1 akcnpeccHoro onpeaenexua HOAMI B
Bogax Ha yposHe MK (0.5 mkr/n) n O[1Y (0.06 mr/n)
metogom [X-MC/MC ¢ npeasaputenbHoi jepuBaTi3aLmeil
4-nutpobersanbaeruaom. MeTtoavka xapaktepuayerca
XOpOLLIeit BOCMPOM3BOAMMOCTBI M HUSKUMI Npefenamu
oB6HapykeHuA.
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