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MpencTasneH HOBbIA NOAXOA K 9KCMPECCHOMY 1 JOCTOBEPHOMY ONpPefeneHuo
1.1-aumetunrugpasuda (HAMI) B npupoaHbix Bogax metogom BIXKXMC/MC
C NpefiBapuTenbHON AepuBaTudaumed herunrnnokcanem. OH xapakTepuayeTca
BbICOKOW YyBCTBUTENLHOCTLIO M no3sonAet onpeaenats HAMI ot 0.03 mkr/n.

Beepenue

1.1-auvetunrugpasud (HAMT) ABnAeTCA BbICOKOTOKCUYHBIM COBAMHEHUEM

11 OTHOCUTCA K MepPBOMY KIaccy 0nacHocTW. B HacToALLiee BpeMA HOpMaTuBbI
copnepxanua HOMI B npupoaHbIx Bogax COCTaBMAOT, COOTBETCTBEHHO, 1A BOJ
BOZI0EMOB PbIBOX03ANCTBEHHOIO U KYNbTYPHO-ObITOBOMO U X03AACTBEHHO-MUTLEBOIO
HagHauenma 0.5 (MIK) 1 0.06 (0[1Y) mkr/n. XecTkue TpeboBaHNA K KOHTPOIIHO
coaepxxaua HOMTI B npupoaHbix 06beKTax 1 TeHAEHUMA K YBENNYEHMIO Yncna
3aMyCcKOB TAXKENbIX PAKET-HOCUTENEl, 0CHOBHbLIM KOMMOHEHTOM TOMNNBA KOTOPbIX
asnaetca HAMI, Bbi3bIBalOT HEOBXOAMMOCTb CO3/JaHUA JOCTATOYHO YYBCTBUTEIIbHbIX
11 SKCTMIPECCHBIX METO/I0B ero Onpe/eneHns B Npupo/HbIx obbektax. Hanbonee
YYBCTBUTENbHOIA Ha AaHHbIA MOMEHT meToaukoii onpeaenenna HOMI aBnaetca
noaxoz K onpeaenequno HIMI metogom 00-B3XKX ¢ npegsaputenbHoii
[lepvBaTM3aLMeit rmoKcanem u cnekTpodoTOMETPUYECKUM AETEKTUPOBAHIEM

[1, 2]. OpHako, ana onpeaenexna HIMI Ha yposHe O[Y atum meTofom Tpebyetca
npeaBapuTenbHoe copOLMOHHOE KOHLIEHTPUPOBaHUE Npobbl, KOTOPOE YCIOXHAET
npo6oMnoAroTOBKY, YBENNYMBAET BPEMA aHann3a u CHKaeT BOCNPOWU3BOANMOCTb
onpesenexus.

Hanbonee nepcrnekT1BHbIM NMyTem NOBbILLIEHUA YyBCTBUTENbHOCTY ONpeaeneHma
HOMI aBnaeTca 3amMeHa cnekTpocdhoTOMEeTPUYECKOro AeTEKTMPOBaHNA Ha
BbICOKOYYBCTBUTENbHOE TaHAEMHOe Macc-CNeKTPOMETPUYecKoe AeTeKTMpOBaHNe
B coyetaHum ¢ Bbibopom cpeHunrnnokcana (@) B kKauecTBe AepuBaTU3NPYHOLLIETO
peareHTa. 06pasytoLieeca Npon3BoaHoe 061aaaeT 40CTaTOYHOMN B YCNOBUAX
0®-B3IXKX ruapochobHOCTbLIO, XOPOLLIO MOHWU3UPYETCA B UCTOYHMKE
3MeKTPOPaCcNbINUTENbHOR MOHN3ALMN 1 AaeT MHADOPMATUBHBINA CNEKTP A0YEPHNX
1oHoB. 310 nossonAet onpeaenats HAMI Ha yposHe 0.03-1 mkr/n 6e3
npenBapuTenbHOro CopbLMOHHOTO KOHLIBHTPUPOBAHWA, 3HAUMTENbHO COKpalLLian
BpemA aHanusa.

i AgllentTechnoIogles
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O6opynoBanue

OnucaHue

Karanory

1290 Infinity Binary Pump G4220A
1290 Infinity Autosampler G4226A
1290 Infinity Thermostat (G1330B
éiiop;rggg\r/lghermostaned Column 313160
1290 Infinity Diode Array Detector G4212A
1290 Large Volume Injection Kit G4216-68711

YcnoBua xpomarorpacmpoBaHua

MNapamerp 3Hauenue

Agilent ZORBAX SB C18,
4.6 x 150 mm, 3.5 ym
(p/n 846975-906)

A: 20 mM NH,COOCH, (pH 5.4),
B: AuetoHutpun

[porpamma rpaguenta | Misokpatnueckoe 35 %B;

CkopocTb noToka
NoABWXHOI (hasbl

Temnepartypa konorku | 30 °C
06bem BBOAUMOI

KornoHka

lNopsuxHan thasa

1 mL/min

npo6bi LowpL
m/z 177/105, 177/77 nna
Pernctpupyemble npownssoaHoro HAMI,

VNOHbl m/z 195/138 ana kochenHa
(BHYTPEHHWIA cTaHaapT)

Agilent Jet Stream ESI B pexxume
PerucTpaLmn nonoXKuTenbHo
3apPAKEHHbIX MIOHOB

[/lcToYHMK noHoB

HanpaxeHwne Ha Bxojae
B Macc-aHanu3atop

80B

10 3B ana MRM-nepexopaa
m/z 177/105, 34 3B ans
MRM-nepexoga m/z 177/77

AHeprua coyaapexus

Temneparypa rasa-

350 °C

pacnbinuTens
Temnepatypa

amepaTyP 400 °C
06/1yBOYHOrO rasa
CkopocTb noToka 11 1/v
rasa-pacrblnurens
CkopocTb noToka 19 1/

06,IJ,YBO‘-IHOI'0 rasa

Mpo6onoaroroBka

[Ina anpobauuy noaxoaa ncnonb3oBany 06pasLbl NPUPOAHON
BO/bl 13 CKBAXWHbI M 00pa3Libl BOAbI, 0TOOPAHHON Ha
Tepputopuu pecnybnuku Antaid B paitioHax najeHua BTOpbIx
ctyneHeit PH «Coto3y, He cofepykaliime 3KOTOKCUKAHTOB.

PeaktuBbl

lilcnonb3oBaHbl cneaytoLne peaktusbl 1,1-auMeTnnrnapasmH
(98%, Sigma Aldrich, CLLA), dhenunrnmokcans

moHoruapart (99%, Sigma Aldrich, CLLUA), ykcycHas kncnora,
(99%, Panreac, Vicnanua), auerat ammonua (96%, Panreac,
cnanna), kodbenn (99%, Roth, Tepmatna). Auetorutpun,
KBanudukaLwmm Ynctotbl «gradient graden 6bi nonyyeH

n3 Biosolve Chemie, Huaepnanabl. [lenoHu3oBaHHan Boja
nonyyexa ¢ nomowibro Milli-Q Integral system, Munnunop,
CLLA.

Mpo6onoaroroBka

B nonunponuneHosyto npo6upky obbemom 1.5 mn nomeLanm
1 Mn aHanuanpyemoro obpastia Bofbl, Ao6asnanu 20 Mkn

1 M ammoHuiiHo-aLeTaTHoro 6ychepHoro pacTaopa ¢ pH 5.0

n 25 mkn 2% pactopa heHUnraMoKcana B aLleToHuTpune.
Mpoby Harpesanu B TeyeHne 10 MuH Npu Temnepatype

70°C, nocne yero oxnax/aanu 10 KOMHATHO Temnepatypbl,
nobasnanu 20 Mkn pactBopa KopenHa (BHYTPEeHHWIA cTaHaapT)
C KOHL|eHTpaLmeii 1 Mr/n, nepemeLunBan 1 BBOAUIM B
xpomartorpad.

MporpammHoe o6ecneyenmne

»  Agilent MassHunter data acquisition for triple quadruple
mass spectrometer, Version B.07.00

*  Agilent MassHunter Qualitative Software,
Version B.06.0.633.10 SP1



Pe3ynbratbl M ux o6cyxpeHne

Ha pucyHke 1 npeacTaBneHbl XxpoMaTorpammbl CTaHAapTHOro
pactBopa HIMTI ¢ koHuenTtpaumeii 0.06 mkr/n obpasua
NPUPOAHOI 03epHOI BOAbI PbI6OXO3ANCTBEHHOTO Ha3HAYeHWA ¢
nobaskoii 0.06 mkr/n HMI 1 xonoctoro o6pasua npupoaHoii
BoAbl. Bbibop ana aetektuposaHua pexkuma MRBM nossonun
MOMHOCTbO HUBENWPOBATL BNMAHWE KOMNOHEHTOB MaTPHLbI, 1

3HAYMTENbHO YBENNYNTL COOTHOLLIBHUE CUrHam/LLYM, 9T0
caenano Bo3amoxHbIM onpeaenats HAMI Ha yposHe O[1Y B
Bozax. Bbicokan cenekTMBHOCTb AETEKTMPOBaHWA NO3BONNNA
COKpaTUTL BPeMA aHanu3a. A LUMPOKWIA NNHEeRHbIA AnanasoH
onpezenaemblx KOHLEHTpaLuii no3sonaet onpeaenats HAMI
kak Ha yposHe 1K, Tak 1 Ha yposHe O[IY.
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PucyHok 1. Hanoxxenne xpomarorpamm pacrteopa cpaBHeHua ¢ koHuentpauueit HAMTI 0.06 mkr/n (1), o6pa3sua npupogHoii Boabl ¢ gob6askoit 0.06 Mkr/n

HOMT (2) u o6pa3ua npupogHoii Boabl 6e3 po6asku HAMI (3) nocne gepusatmsaumn Or. t

=10 mun, T = 70°C, pH 5.0, ¢(OT) = 0.05%.

‘peakuny

Konoxka ZORBAX SBC18 (150 x 4.6 mm, paamep yactuu 3.5 mkm). Mopsuxxnana thasa: 20 MV amMoHuitHo-aueTatHbii Gydep ¢ pH 5.4 + aueronutpun (35%).

v =100 mkn. Pexxum perektupoBanua — MIMP, nepexos m/z 177.1—105.0.

BBOA. NPobibl

MeTponornyeckue xapakTepucTukit METOANKL NpecTaBNeHb
B Tabnmue 1.

Hu>xHAa rpanmua
onpeaenaeMbixX

Mpenen o6Hapy>keHua,

HI/n

KOHULEHTPaLMi, HI/n

JIvHeHbIN AMana3oH,
Hr/n

30-1000 24

Ta6nuua 1. Metponoruyeckue xapakrepuctuku onpeaeneiua HOMI merogom BIXKX-MC/MC c npepsaputenbHoit aepuBatusaumen

v =100 mkn. (n=3, P=0.95).

BBOA. NPo6ibl

[poBepKy NpaBubHOCTY NPOBOAUII METOI0M (BBEEHO-
HalineHo» aAnA o6pasLa BoAonNpoBOAHOI 1 ABYX 06pasLioB
MPUPOAIHOIA BOAibI, Pe3ynbTaThl Npe/icTaBieHbl B TabnmLie.

2. Kak BUAHO M3 NpeacTaBneHHbIX AaHHbIX, peaysbTarhl
onpenenenna HOMI B Boaax ynoBneTBopuTeNbHO CXOAATCA B
npenenax A0BEpPUTENbHOTO MHTEpBana.

BeeneHo Haitpeno HOMT,
HAMT, Hr/n
MK/ R BoponposoaHan Bopa 3 ckBaXkuHbl s.% Bopa c Tepputopuu s.%
BoAa pecnybnuku Antait
60 50+8 16.7 70+10 14.0 70+13 18.6
500 400460 15.0 490+70 14.3 610140 22.9

Ta6nuua 2. Pesynbratsl onpegenesua HOMTI B Bogax MeTogoM «BBeAeHO-HaiiaeHo)» ¢ npeaBaputenbHoi gepusatnsauuein OF (n=3, P=0.95).




3aknioueHue

MpencraBneHa BbICOKOUYYBCTBUTENbHAA METOANKA
[I0CTOBEPHOr0 1 aKkcnpeccHoro onpeaenerua HMI B Boaax
Ha yposHe MK (0.5 mkr/n) n OY (0.06 mkr/n) metoaom
00-BIXKX-MC-MC ¢ npeaaputenbHoii iepuBaTu3aLmeii
thennnrnmokcanem. MeTtoamka xapakTepuayeTca XopoLLeit

BOCMPON3BOANMOCTBHO 1 HU3KMMW Npeaenamn 06Hapy>KeHVIFI.

The Mealsure|of Confidence
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KonrakTbl: Agilent MAPs:
maps_agilent@agilent.com
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