Macc-cnekTpomMeTpuyeckoe
AeTeKTUpoBaHMe TOKCUYHbIX BeLlecTB B
NpakTuKe BeTepuHapHbIX nadbopartopuu
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Macc-cnekTpomMeTpunyeckme AeTeKTopbl
oT KomnaHuun Agilent Techn
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[[oTOBOE pewieHMe oT KomnaHuum Agilent
ANAa onpeaeneHnsa copepXaHusa
necTMuuaoB C UCNOJIb30OBaHNEM

GC/MS 5975C n HoBou DRS-6mMbnuoTteku
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[lpoOnembl aHanun3a necTMunaoB

< CnepoBoun ypoBeHb coAepXaHUs B CNOXHbIX MaTpuuax TpedyeTt
npUMeHeHnsa obopyaoBaHUA C BbICOKON YYyBCTBUTENbHOCTbLIO U
CeJIeKTUBHOCTbIO

MHorokpaTHble MHXeKUnKM Npobbl TpebyoTcs ANs NonyyYeHus cenekTMBHOCTHU/
yyBcTBUTENBLHOCTU (GC) 1 nogTBepxaeHus (MS)

< HeobxoammocTb coKpalleHUs BpeMeHn aHanus3a anfa yBennveHus
npon3BOoAUTENLHOCTU nabopaTtopuun

3aqaCTyro OnnTelNibHOE BpeMA aHalrin3a CBA3aHO C Heo6Xo0aANMOCTbIO nporpeBa KOJIOHKKU OJ1A
yaaneHna n3 Hee TdxXeJblX KOMMNOHEHTOB

< CnoXxHocTb NoaTBepXaeHUs OOHapyXeHus uerneBbiX COeAUHEHUN B

CNMOXHbIX MaTpuuax
Hu3knin NpoueHT coBnageHns ¢ Macc-cnekTparnbHbIMy Bubnuotekamm
AnutenbHoe BpeMsi 06paboTkm pesynbTaToB (BblunTaHue ooHa)

> HeobxoammocTb naeHTUUKaLMm Hem3BeCTHbIX COeANHEHUU B
obpa3uax

CKOnbKO LieneBbIX COeAMHEHUI B TOM
obpasue?

CKornbKko HEOOX0AMMO 3aTpaTUTb BPEMEHM,
4yTOObI NOATBEPAMTL UX HANN4Me?

B LAB




[oTOBOE pelleHue oT AgilenF

onpeaesrieHns cogepxKaHma NnecTuunaoB

NMpoGonoaroroBka NMpubop AHanun3 gaHHbIX OTtuer
! 1
-’-"_*T_@,!!',L
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% Quick % TexHONMOrMA KaNUNNAPHBLIX Y CneumanbHoe NporpamMmmMHoe
Easy NOTOKOB obecnevyeHue AEeKOHBOMOLUNU
CMEeKTpoB
* Cheap Pukcaumsa BpemMmeH P
* Effecti yAepXuBaHus AutoQuant
AT % OpgHoBpeMeHHOCTb SIM/Scan % AutoSIM
Rulgrgee Y WHepTHbIN ncTouHuk (350°C) Y SemiQuant
Y Safe

Owana3oH macc go 1050 a.e.m. Custom Report

¥+ BO3MOXHOCTb
MCMONb30BaHUA
BOAOPOAA B Ka4ecTBe




[[oTOBOE peweHune ot Agilen
onpeaeneHusa copepXXaHma necTuumnaoB

NpoGonoaroroBka MpunbGop AHanun3 gaHHbIX OTyer

< JlerkocTtb I/ICI1C1.I1b3OBaHMFI
= ABTomaTuséqu = I —
2 YBenuueHue r é OU3BOAUTENbLHOCTU

QOMM HWA Mﬂ]’“ﬂﬂﬂe YU CNO- 7 CneuuanbHoOe NporpaMmHoe

ra3a-Hocurtens




[oTOBOE pelleHue oT Agilen!F

onpeaernieHns cogepXaHus necTMuuaooB

* TexHonorus Kan UNNAPHbIX
NOTOKOB

* CneunanbHas aBTOHaCTpOMKa

Ha BbICOKYHO YyBCTBUTEJIbHOCTL

* UHepTHbIN nctouHuK (350°C)

Y «YMHasi» XMM.MOHU3aALMS
ANEKTPOHHbIE MeToAbI

* [lnana3soH macc go 1050 a.e.m.
Be3amacnsaHHbIN Hacoc

* Bo3MOXHOCTb MCNONb30BaHUA
BOAOPOAA B KayecTBe rasa-
HocuUTens

Trace lon Detection

nnnnn

K duKcaumsi BpeMeH yaepKUBaHNS
Yx OaHoBpemeHHoCTb SIM/Scan
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UTO Takoe chukcaumsa BpeMeH yaepXMBaHUA?
Kak oHa nomoraet aHanusy nectmumaoB?

OneKTPOHHOEe ynpaBneHue BO3MOXHOCTb KannbpoBKU BpeMeHM
rasoBbIMM NOTOKaMM yAepXuBaHUA aHanuTa oT AaBneHus
c TouyHocTbio Ao 0,001 psi B MHXEKTope

UpneHTudpmnkauma uenesbix COeANHEHUN
NMpPW OTCYTCTBUU CTaHAAPTHbLIX
obpa3uoB

BbicoKkasi CTaOUNbLHOCTL
aHaNUTUYeCKUX pe3ynbLTaToB

— B LAB

Co3paHune budbnuorek
ABCOJIIOTHbIX
BPeMeH yaepXXMBaHUA




Ona yero Heobxoanma ToyHocTb B 1/1000 psi?

- lnA Haubonee To4yHoro duKcMpoBaHMUSA BpeMeH

6.624 vaepxuBaHua (RTL)!
6.624

Response

200000
190000
180000
170000
160000
150000
140000
130000

120000
110000
100000

90000

80000
Time

6.641

«Agilent Hacmorkbko
YBEPEH 8 MPEMbEM

0ecsmu4YHOM 3HakKe,
4mo eamM He cmoum
COMHesambCs HU 8
rnepeom, HU 80

8/MOPOM. ..»
- Pharma (USA)




Pukcauma BpeMeH yaepxmBaHus m

bonbLlie yBepeHHOCTU ¢ ucnonb3oBaHnem (RTL)

e JlerkocTb

* BbicTpoOTa 4.296 min. Initial run

» Bocnpou3sBoauMocCTb 4.72 psi
» OT aHanu3a K aHanuay
> OT oneparopy K . 4.064 min. Trim 1 meter
onepatopy ﬂ:;; N }\ 4,72 psi
» OT MHCTPYMEHTA K °'
IHCTPYMERTY 4.297 min. Relock

4.42 psi




HekommMmepuyeckue 6VI6]1VIOT9_K

aOCONIOTHbLIX BPpeMEH yaAepXnBaHUSA

NMonuxnopupoBaHHble OUcheHunNbI

PeHonbI

OpraHun4yeckne coeamMHeHUsA onoBa
MeTunoBble 3apnpbl XUPHbLIX KUCNOT
HapkoTnyeckue BewecTtsa nu X MeTabonuThbl

1 CoN

B LAB




Kommepuyeckune omMbnmoteku agconm

BpeMeH yaep>XXuBaHuUs

. MectTnumabl U nx metabonutobl (bonee 920
COeaAUHEHUMN)

. TOKCMYHbIe BellecTBa B OKpyXaroLlem
Bo3ayxe (170 coeaAUHEHUMN)

. TOKCU4YHble XxuMukKaTtbl (731 coeanHeHue)

. HapkoTtuku un ux metadéonutnbl (720
CoeAUHEHUMN)

B LAB
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YTo Takoe TexHonorma KanumnnsapHbIX NOTOKOB?
Kak oHa nomoraeT aHanumsy nectuumaoB?

YcTtponucrteo
KanunnsapHbIX
NOTOKOB

CemeUCTBO pelleHnn Ana pacluMpeHus
npousBoAUTENbLHOCTU NnabopaTtopuun

Odenutenb I'Ip06bl Nno3BOJIAET nosfiydartb
ANIeMeHTCeJIeKTUBHbIe CUrHalibl U macc-
CrNneKTpbl 3a OAUH BBOA I1p06bl

CnepoBbIn aHanNu3
B CJIOXHbIX MaTpuuax




TexHonorna Kanunns PHbIX MOTOKOB

doTonutorpadnyeckoe XMMmn4eckoe TpasrieHne ans
MUHUMU3ALNUN «KMEPTBOro» o063opa

OndodpysHocBA3aHHbIE NIaCTUHbI POPMUPYIOT €OUHYIO
nnaTty ynpasneHunsa noTokamu

MuHMManbHasa TonwmHa nnacTuHbl obecnevymBaeT
OAHOBPEMEHHbIN HaArpeB NNacTUHbl C TEPMOCTATOM
XpomaTtorpada

BbicTynatowimne npnBapeHHbIE KOHHEKTOPbLI 0becnevnBatoT
HageXHoe NpUcoeanHEHUE Kanunnapos

[leakTnBnpoBaHne BHYTPEHHUX NOBEPXHOCTEN
rapaHTUpyeT NX MIHEPTHOCTb




TexHonorua Kan VIHHFII_BH biX NO | !_

HeorpaHn4eHHbieé BO3MOXHOCTMU!

YpnaneHue pactBoputens (Solvent Bypass)
- yCTpaHeHMe HavyalnbHbIX MUKOB

] ** CHU)XXeHUe cmoumMocmu obcryxueaHusi demekmopa
Bbipe3aHue hparmeHTa xpomatorpammsbl (Heart Cut)

- Bblpe3aHune NMKoB U nepeHoC NX Ha APYryro KOJIOHKY

*%

o
Olaarwennpoaydsa KBarsfiuebime e crioxHbIX Mampuuyax
- yAaneHue no3gHo BbIXOAALWMX NMUKOB

** CoKkpaweHue epemMeHuU aHasu3a, yoasieHue msixesbix
KOMMoOHeHmoe8 obpa3suya, coxpaHeHuUe KOJIOHKU, CHUXXeHuUe
cmoumocmu obnyxueaHusi demekmopa

OeneHne (Split)
I - NeneHne Bcen NpoObl HA HECKONBLKO AEeTEeKTOPOB
N ** [Tosty4eHue dornosiIHumesibHol uHghopmayuu 3a OOUH
6800 npobkbi.

Haxo)x0eHue yeneebix MNUKO8 8 HeU38eCMHbIX nNpobax
QuickSwap (GC/MS)

- 06CnyXXuBaHne NHXEKTopa, CMeHa KOJNTOHKU 6e3
BbIKITIO4YEeHUs U copoca Bakyyma B MS.

** CokpaweHue epemMeHu obcenyxueaHuss MS
Modulate (New)

- MepemelieHne oTaenbHbIX hpakLuUn HA BTOPYH KONTOHKY
B JIl060M MOMEHT

** omnu4yHoe pa3sdesieHue U rnoJsiy4eHue npocmodu




OGpaTHasa npoaoyBKa ‘—‘

pI|t Vent Trap Aux EPC
Upet

. 4 psi
25 psi @ KoHTponnep

KannnnAapHoro
NMOTOKa

Aux EPC

AaHHbIX _
3aBepLUeH 45 psi
— —
. KoHTponnep
0.1 psi KanunnsipHoro
NnoTokKa

> ey INTERY.\: |

Co6op Split Vent Trap




AHanu3 «nonynety4ymx» BQLI.I,GCTF

o0b OKpyXxamLieun cpegbl
5000 ppm oil

MUHYTbI OOpaTHOM NPOAYBKMU

W 1 — 20—

llikana B 20 pa3 BBog YMCTOro pacTBopuTens

UHTEHCUBHEee, YeM Ha A€MOHCTpPUMPYET YNCTOTY MHXKEKTopa n
BepxHeun xpomartorpamMmme KOFTIOHKMU

5.00 10.00 15.00 20.00 25.00 30.00 35.00
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NMpumep obpaTHON NPOAYBKU — aﬂm‘

nectuunaoB B FlOKa

Bpemsa ot Havanal|
XpomaTorpamMmbl =42 MUH |:::::
Havano obpartHou npoayBku |

e
MAOTCA
3KOW

400000 1

300000 1

200000

PATHON NPOAYBKMU

100000

10 20 30 40 T 50 60 70 80

Temnepartypa neum nogHumaeTcs go 320° ans

‘-‘ vyAalleHUA «TAaAXenbix» KOMIMNOHEHTOB




YcKopeHue BpeMeHu aHanMP....

O WV T N W
NMoprotoBka K BBOAY Bpemsa c6opku NMocne c6opku NMocne c6opku
ALS — 3 MyH 42 MUH MpoayBka 33 MUH OxnaxpeHue 4 MuH

- [
«

CymmapHoe Bpemsi aHanu3sa 82 MUH

ToT XXe meTo4 C HOBLIMY BO3MOXXHOCTAMM yBeJinyeHus npon3soaAnNTesibHOCTU

MoaroTtoBKa K BBOAY Boemsi c6onKM OGpaTtHasn BbicTpoe
C NepeKkpbiBaHUEM P 42 MUH P npoayBKa oxnaxaeHue
1 MuH 7 MUH 3 MUH

A
v

CymmapHoe Bpems aHanu3sa 53 MuH

B LAB




OObI4YHbIN pe3ynbTaT GC/MS-aHann3a CnoXXHou
MaTpuubl

Kak MHoro ueneBbiXx
coeaANHEeHUN MOXeT ObITb

B 3TOM O0Opa3ue U CKONbKO w
HY>XHO BPeMEeHU, YTOObI

noaTBepaAnTb UX
Hanun4yue”?




OObI4YHbIN pe3ynbTaT GC/MS-aHann3a CnoXXHou
MaTpuubl

Kak MHOro ueneBbIXx
coeAMHEeHUN MOXeT ObITb
B 3TOM OoOpa3ue n CKOJibKO
HY>XHO BPeMEeHU, YTOObI
noaTBepaAnTb UX




TexHonorua Kanunns PHbLIX MOTOKOB

5

W LBt y

Det3 out <+—

Aux EPC in —

—> Det2 out

—> Detl out

—— Column in




TexHonorua Kanunns PHbIX MOTOKOB

fTomok ¢ KOJIOHKU desiumcsi Ha HECKOJIbKO OemeKmopos.
MSD (eakyym) u demekmopsbi 'X (ammocghepHoe OaesrieHue)

1:1:0.1split DFPD:MSD:pECD

=

I 3 [—
1 DualFPD

Odenutenb
NnoToKa




KoHdomrypupoBaHume KOnmoHO

[lpocTOoTa yCTaHOBKM MeToAa

Configuration Dialog
File

Edit Corfig: Fiename {C:\CCSnaps\Ohana'\LFS_Drivers\parts\78SeriesGC\BinBuit\3way xm}
Connection | Configuration

Miscellaneous | Columns | Modules | ALS

LB

| +/~ Column | Calibration Results
sirpm e || b
[ ptso rsmmmcoin || ot

[ |epmomosmmomimtim [ i

[ | osmtimecin [ e

Column 4: 50 m x 400 pm x 4 ym

| |
\ E:olumn 5: 60 m x 450 pm x 5 pm ‘ \ Uncalibrated

Inlet

Back Inlet

A Pressure 2

Aux Pressure 2

Aunc Pressure 2

None

~ W
Auc Pressure 2 Oven

Heated By

b

b
QOven

v
Oven

b
Oven

Download

Done ’




U3BECTHbLIU MUK B 3KCTpaKT! He curvana s

pexume

e M H M KM TIC CKaHpoBaHUA

— 1

MECD
HEeU3BeCTHbIN

| DualFPD (S)
— —_

DualFPD (P)

LA_.JJI.A . R JL“ e h— " -

Ly v

10.00 15.00 20.00 25.00 30.00 35.00 40.0
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LleneBoun n noaTeBepxaaroLume nuxﬂ‘

TemMmedoca
200 lon 466
100 I
0
200 I lon 125
wol || NN BTN
lon 93

200
100

lon 109
200
1°8]MLLALJLLLMI,I T T
36 37 38 39 44

40 41 42 43

HecmoTpsa Ha HU3KYHO MHTEHCUBHOCTb NMUKOB MUX NMOJSIHOE cCoBnageHue
no BpeMeHu yaepxunsaHua 40,9 MUH no3BonseT naeHTuduLunMpoBaTb
Hen3BeCTHbIU MUK KakK Temecpoc

> ey INTERY.\: |




TexHonorua Kanunns PHbIX MOTOKOB

NMpuHUMn padoTtbl TexHonorun «Deans Switch»

Cut

7683
Autosampler
FID1 FID2
Deans

Switch [

7890A GC




an/IMep NMPUMEHEeHUNA TEXHOJTOMMU «B!!lM>

CnepoBbiM aHanNun3 cepbl B beH3one 6e3 npumMmeHeHns
S-cneundunyeckoro geTtekropa

henzene
500
toluene
400 Innowax
200 Cut window Column
7.74 - 8.02 min
200 § hydrocarbons
100 1.4-dioxane
a - A .
or—-——————————————————y———y————y—————y—
4 B 8 10 12 14 16 18 20

0.6 HP Plot OO
Column

0.5




5975C Series GC/I\/ISB

bonbue apdekTUBHOCTH,

...0onblUe BO3MOXHOCTeM,

...0onbLe NPOAYKTUBHOCTHU

[poAaykTuB-  AdchekTUB-
HOCTb HOCTb

BoamoXxHocTH




OObIYHbLIN BHEOCEBOM ﬂeTeKTO_

El AICTOYHUK — WOHDI
aHanuTa, renwus,
BO30YyXXAEeHHbIN
renuun, poToHbI

KBaapynosibHbIN

aHanun3atop Macc  Bpicokoe HanpsikeHue
ot HED (high energy
dynode) BbiTAruBaeTr
MOHbI C 3HEepPreTu4eCcKoun
HenTpanu

MOHHbLIN Ny4oK

, /s NMocne aHanusaTopa
. |

MOryT

MOHU3UpPOBaTb MONEKynbI
razoBou cpasbl u
reHepupoBaTtb gpyrue
MOHbI C MOBEPXHOCTHU

ONEeKTPOHHbIU
YMHOXUTESb




[loBbILLEeHHasA HYBCTBUTEJIbHOCTDL -

Hoeasa 3D reomeTpus HanpaBneHus
MOHHOTIO NyYyKa B 3NEKTPOHHbIN YMHOXUTENb

shield for Offset

steering rod secondary
particles

=, high energy

quadrupole
dynode

analyzer : rFy (S

—
__
——

Y-=-—7
triple channel
ion beam Y electron
ehergetic® multiplier

X i

neutrals

> ey INTERY.\: |
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HoBbIn anroputm aBTOHacTpoukm «High Gain»

— HiSense.U

 [loBblweHHasa 3¢ PeKTUBHOCTb

 YBenn4eHHbIN CPOK padboThl
AeTekTopa

e BO3MOXHOCTb CpaBHMBATb
pe3ynbTaTtbl, NONYy4YeHHble HA [ ====" ATUNE.U+400V
pa3HbIX npudopax

10X —

ATUNE.U
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HoBbIn anroputm aBTOHacTpoukum «High Gain»

“HoBbIN”

1000,

‘Ctapbin”

Hoesblli
mpexkaHasibHbIU EM
«cmapeem>
3Ha4yumeJsibHO
MeosieHHee

............................. r/ GAIN Tune

~1,|«— ATUNE+nV

/

9.80 9.90 10.00 10.10 10.20 10.30 9.80 9.90 10.00 10.10 10.20 10.30

e~ .

S R

CtabunbHaa 4YyBCTBUTESIbHOCTb B Te4EeHMEe BCEU XXU3HU YMHOXUTens!
CtabunbHaa 4YyBCTBUTENIbHOCTbL OT Npubopa K npubopy!

B LAB




[loBbILLEeHHaA LIyBCTBl/ITe.ﬁI:H()('}!!

Abundance]

— Cneuundumkauunn B pexume EI, SCAN B
Anana3oHe 50-300 u, ra3-HocuTenb He 2500,

2400+

Beopg 1-uL pacteopa 1 pg/uL OFN »
paaet 500:1 S/N Ha macce 272 1 pg OFN

. S/N 500:1

1600+

— Cneuundumkaumna B pexume Cl c 100
ucnonb3oBaHuem NH,

1000

800

— Cneuundmkauus B pexxume El, SCAN, ras- |
HocuTenb H,

2004

e 250:1 S/N ans TypboHacoca oo N "o
e 150:1 S/N gnsg gnddy3noHHOro Hacoca

Time-> 510 550 550 5.40 5o 550 5.10 550 550

... HAMNYYWME NoKasaTeny
YYBCTBATENLHOCTY

B LAB
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CneunanbHbIX aNropuUTM COOPKMU
Trace lon Detection
*Agilent pa3paboTaH . \

cneuuanbHbIA anropuTMm, . Without | g/N=53
KOTODBLIN: - Trace lon i -
PbIU. Detection |

 YMeHblUaeT ypoBeHb (pOHa
* YnyywaeT chopmMy NUKOB i

e YnyywlaeT cXoauMOCTb C

OUONNOTEYHbIMU CNEeKTPaMHU | . i
= With N _
-~ Tracelon | SIN=92

Detection n

.. NYYlIE AETEKTUPOBaHNE CNe0BbLIX KONUYECTS

— B LAB




YnyduweHue KayectBa oMbnmore4yHoro

CKa

Fenthion B 3eMNAHUYHOM 3KCTpPaKTEe

wiLad

Abundancel

90000

80000

70000

60000

50000

40000

30000

*# [11] TIC: strawberry_SIM-scan_new.D\data.ms

A= 21] Scan 1809 (19.077 min): strawberry_SIM-scan_new.D\.... - [0/X|

Ja

[bundance]
90000
80000 —
70000 3
50000 -
50000
40000
30000 3

20000

*#[12] TIC: strawberry_SIM-scan_TID_new.D\data.ms

ime--=

I
10.00

169.0

124.9

2780

Match Quality
30

28.33736419.44653 5391
g ey
4nn

latch Quality
92

32573728 4380 5198




[MlecTungbl B 3e MNAHNYHOM 3KCTpa!|!—

Ucnonb3oBaHue Trace lon Detection n Deconvolution Reporting
Software no3BonsieT NPoOoU3BOAUTbL aBTOMaTUYECKYHO
naeHTUdMKaLumo MarioMHTEHCUBHbIX NMUKOB

Abundance
100 x ¥
-] Without Trace lon Detection «'{\
Pesticide not detected
504
0 | 154
251 //\’/)Q M 303
d ;
\Sadi —_
u-vnﬁ—m‘fmwﬁ+n e ,‘"_«\“‘-A s — T \T'/\- ,L/-"/\\-»Y e EE——— |
Time: 23014 23.108 23202 23205 23380 23482 23576 23660 | 23.763 23856 23050 24043 24.137
Abundance |
100 === =

ith Trace lon Detection

& Pesticide detected
S0 1

154
251 -'
0 e e e e SN hr\u’\ﬁb;/.k/_ﬁf\\’_\_-':: 303
Time: 22081 23.083 23.185 23.287 23.389 23.6096 23.798 23.900 24.002 24.104

.. YYBCTEATEMSHOCTS, KOTOPYIO Bbl MOMETS
NCNoNbL30BaTL ANA PeanbHbIX 00pasuos

B LAB




Trace lon Detection wm Deconvo‘u”‘

[JleTeKTMpoBaHMe nNukKa

C ucnonb3osaHuem TIC u cnekTp [leKOHBOMIOLMSA NMMKOB M CMEeKTPOB
Trace lon Detection
matrix
ﬂ —TIC
KoMmnoHeHT 1
KOMNOHeHT 2
mterference

/ \ KoMnoHeHT 3
| target




Deconvolution Reporting Softw

MSD Deconvolution Report

Sample Name: strawberry

Data File: C:\msdchem\1\DATA'112106-sim-scan-TID'strawberry SIM-scan_TID.D
Date/Time: 01:47 PM Wednesday, Jan 24 2007

The NIST library was searched for the components that were found in the AMDIS target library.

Agilent AMDIS NIST
R.T. Cas # Compound Name ChemStation  |Match |R.T. Diff sec. |Reverse [Hit
Amount (ng) Match  |Num.
18.3490 64742 Di-n-butylphthalate 91 -4.0
18.3490 [0o00 Phthalic acid, butyl cyclobutyl |92 1
ester

19.0589 |55389 Fenthion 91 |37 85 2
23.5624_[22224926 _ |Phenamiphos m fos s |2

y

.s OONbWE NHdoPMaALUA B OOHOM OTYETS

B LAB




HoBbI MOHHbLIN UCTOYHUK
C TeMnepaTtypou HarpeBa go 350° C

- OcobeHHOoCTMU:

* AICTOYHUK MOXeT ObITb HarpeTt go 350°C
« KombunHauusa c oborpeBaemMbIM KBapueBbIM KBagpynosnem
e YBenuumBaeTcs OTKNUK OONbLUMHCTBA COeAUHEHUN

- MpenmyLiecTBa:

— YCKOpeHHbIN aHann3 BewecTB ¢ 00MbLNMU BpeMeHaMu
yAepXnBaHUs

— Bbonbwas yCTOMYNBOCTD K «TsXKenbiM» obpa3uam
— BbICTpOe BoccTaHOBNEHMe OT aHanu3a K aHanusy

s OONBWE IPDDEKTUBHOCTN B LUNPOKOM
DManazoHe npuMeHsHum

B LAB




AHanus nonwapomaTqucP

yrnesoaopoanosB
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AHanus xnopopraHM4yeckux nectmumnooB

— 350°C

325°C
— 300°C :\
— 275°C — |




YHuKanbHbIN runepobonunyeckumn
«3010TON» KBaApPynosb

* lnanasoH 1050 a.e.m ans Bcex mogenen
Moaenb ¢ andppy3mMoHHbLIM \93
HacoCOM C TaKMM Xe Anana3oHOM

e OborpeBaembin o 200°C
YctonumBas n ctabunbHasa paborta

* AcTnHHBbIE runepbonnyeckne NnoBepPxXHOCTHU
OTtnunyHaa chopma nukKoB
[MpeBOoCXxOAHOE paspelleHune
Bbicokumn koacppunumeHT nepeHoca (U4yBCTBUTESNIbHOCTD )

B Mupe HeT HM ogHoOro nogo6Horo kBagpynons!

> ey INTERY.\: |
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OpHoBpemeHHOCTb SIM/Scan

Coopka B pexxumax SIM m Scan 3a oagnH aHanu3
e SIM = MakcuManbHas YyBCTBUTESIbHOCTb ANS LeneBbIX COeAUHEHUMN
e Scan = HaunyJwasa naeHTupnKauma HemM3BeCTHbIX

/ ® HHble Scan
‘ a Na e

o ‘e ® [laHHbie SIM

4 N X4
< - —
Chromatographic peak time

Scan time SIM time

... DONBbLWE NH(OPMALMN 32 OOUH aHannus

> ey INTERY.\: |
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[foTOoBOe peweHue ot Agilent gna aHanu3sa
necTmumnaoB

A\

Ucnonb3yeTcsa nporpammHoe obecnedveHue Agilent’s DRS

BknroyeHbl Bce nectuuuabl, KOTOPble MOryT ObITb onpeneneHbl
Mmetogom X

> bonee nectuunaoB n PeHaHTpeH-d,, B KayecTBe
BHYTpeHHero ctaHgapTa

» AHann3 nony4YeHHbIX pe3yrnbTaToB C UCNofib3oBaHUeM DRS
3aHnmaeT

— BbICTpbIN aHanus3

— OTCcyTCTBME FIOXKHO MOJIOXUTENbHbIX/OTpULaTEeNbHbIX
pe3ynbTaToB

— CKpuHUHr 6onee 900 nectuuupoB 3a oauH GC/MS aHanus

— B LAB

A\
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[[oTOBOE peweHue ot Agilent gna aHanusa

nectrmumaosB
30 m X 0.25 mm X 0.25 ym DB-5MS (P/N 122-5532)

50 °C (1 min), 25 °C/min to
125 °C (0 min), 10 °C/min to 300 °C (10 min)

fenun, peXXmm NOCTOAHHOrO AaBNeHus

MeTwun-
xnopnupodoc, s3acomkcuposaHo 13.443 MUH

Scan 35-550 (or SIM/Scan), Trace lon Detection on

ounonuorteka
oUKCUpPOBaAHHbIX BPEMEH yAepXUBaHMUSA NecTuumaos

— B LAB



JKCTPAKT U3 obpasua OBOI.IJ,HOVIE CM . ‘

DRS otuyeTr (OOpa3eL 6e3 nobaBku)

“5 [2] TIC: Mixed Vegetable Extr_5ul .D\data.ms
o bundance

2000000+

1500000+

1000000

500000

o dhn Rhl’l QIJII'I 1ﬂ'l"ll'l' i '19'nn' T '14'nn' o '1l'-‘.ll'll'l, T '1F!Il'ln' T ")n'nn' e '99'nn' T '941 nn' T :)Rll'lﬂ' v '7Q]ﬂl'l' T '?l'lll'll'l' il
Agilent AMDIS NIST OquT 3d
R.T. Cas # Compound MName ChemStation  |Match |R.T. Diff sec. |Reverse |Hit
Amount (ng) Match  |Num. 90 ceKyHn
6.5630 |10265926 Methamidophos 63 |5.0 77 1
§.5817  |30560191 Acephate 66 -2.3 |69
10.7634 122394 Diphenylamine 2 -1.4 |6? 1
125722 1517222 Phenanthrene-d10 95 -0.7 [a4 2
13.7143 |57837191 Metalaxyl 85 -0.8 79 2
12.571 Phenanthrene-d10 10

> ey INTERY.\: |



MeTanakcun naeHTMuumpoBaHHbIN npu nomowmn DRS
B 3KCTpaKTe U3 oBoLwHOU cmecu (063op B AMDIS)

=& AMDIS-Chromatogram - Target Mode - MIXED VEGETABLE EXTR_5UL.D
File Analyze Mode View Library Options Window Help

oI' C:\MSDATAVJUNE 28_07 LEHOTAY SAMPLES JAPPST\MIXED VEGETABLE EXTR_5UL.D\DATA.MS

Bun | Rescale | Info... | j_>]
2’;1.’;“](13““ Sitargets () - MeTanaKcun MaCKM po BaH H m—v [1634 scan, 12.937 min, 1736205 ab ]
A
. MatTpuueun TIC
Kot/ L
2.4
Time: 1215 1227 1240 1252 1265 12.78 1290 1303 13.16 1320 1342 1354 13.67F580 1303 1405 14.18 1431 1444 1456 14.69
Abundance [98.2] | Scan 1770 (13.715 min)
100 CE
CnekTp 8o
751
a1 NeKOHBOMNoLUun
so{ . 135 206
o= os 105 188 231
2s | 121 244 190 192 220 249
e 155 e 202 | 257 272 -
o _|I||||I|!I.I|I|| |I|_|“I||'|_Il_”"||||''III_||II|I||||,|‘|_|I|I|.|I|I|Il I|I|_|I|I|'|,II__"I.IIlI_,,"lu‘ll..“I“'"Iul.n I l"-llllI .I|||'||II_|| 1] ||'|||I| ||..|2:.13: |.|I|.|2|%5. I.',II T M 11 P |.I.l ' ) |1 2ITI9
n/z: S0 60 70 s0 o0 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 _ 280
| Library Hit: Metalaxyl and Extracted spectrum
100 “ “ 206
O6paboTaHHbIM cnekTp (benbin) n
75 v ~
OMONMOTEYHbIN CNEeKTP (YepHbl)
S0 1 105 qio e 0 234
77
25 s0 117
o1 I 174 | o 279
ol S5 % |.|. OO0 1 RSO 1 RN | T | R 1 [ | W 22l e el 26 |
n/z: S0 60 70 S0 o0 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280




i&bundance]

3600000

3400000

3200000

3000000

2800000

2600000

2400000

2200000

2000000

1800000

1600000

1400000

1200000

1000000

800000+

600000+

400000+

200000+

5 [2] TIC: Strawberry Extract_5ul .D\data.ms

[ —

XpomaTtorpamma 3eMnAHUYHO
JKCTpPaKTa

5.0

gho’

10,00

Tl

" 140

B

T HBbUl T

200

o0l

2400

" 2500

T oo

3000




OT4yeT No oOHapyxeHUO A4o06aBKU B

3eMNAHUYHbIN IKCTPAKT C UCMOSIb30OBaHNEM
nporpaMmmHoro obecne4vyeHums DRS

‘2 Document - Microsoft Internet Explorer provided by Agilent Technologies, Inc.
File  Edit

View Favorites

Tools Help

< \ﬂ \g ;h /T’ Search *Favorites &

S |
et s i
- T

CRAE <@ 4

Address ’@ C:\MSDatalMay 02_07 Lehotay Extracts Jap Meth\Strawberry Extract-1.D\Strawberry Extract-1.htm

Date/Time:

MSD Deconvolution Report
Sample Name: Strawberry Extract
Data File:

C:\MSData\May 02_07 Lehotay Extracts Jap Meth\Strawberry Extract-1.D

05:06 PM Tuesday, Jun 5 2007

The NIST library was searched for the components that were found in the AMDIS target library.

Agilent |amDIS NIST
R.T. Cas # Compound Name ChemStation |Match |R.T. Diff sec. |Reverse [Hit

Amount (ng) Match  |Num.
11.4914 1298022 Phaorate 93 -0.4 59 1
12.3620 |13071799 Terbufos 95 -0.6 59 1
12,4632 333415 Diazinon 93 -0.7 91 1
125796 1517222 Phenanthrene-d10 99 -0.2 34 2
12,7125 |298044 Disulfoton 64 -0.3 59 1
14.0919 |2032657 Methiocarb 90 1.0 51 1
14.4542 55389 Fenthion 97 -0.4 59 1
16.0165 22224926 Fenamiphos 92 0.7 32 1
12.582 Phenanthrene-d10 10

B LAB
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vV VV VYV V

— B LAB

Kak nonb3oBaTbCs peLieHueM no
aHanuniy nectuunpoB metogom GC/MS

Ucnonb3oBatb ®ukcauuto BpemeH YaepxuBaHua ona
NnonyYyeHNsa cTaHAapTHbIX BpeMeH U3 0a3bl gaHHbIX Agilent

3anycTuTb NporpaMmHoe obecnevyeHue OAns novcka
LerieBbiX BelecTB U3 6a3bl AaHHbIX Agilent

[Mpon3BecTn KanNnMOpPOBKY NO HauAeHHbIM NnecTMungam

BbINONMHUTL KONMMYeCTBEeHHbIV aHanu3 Afig HanaeHHbIX
necTuuuooB

BBeaeHue 15 mkn obpasua B PTV-UHXEKTOp no3BonseT
OOHapyXxuBaTb OONILLUMHCTBO NecTMumMaoB Ha ypoBHe 10

ppb

BBeaeHune 2 MKn B MHXEKTOp € aeneHnem/6e3 ageneHuvs
NOTOKa NO3BONAET NPOBOAUTb CKPUHUHTI OOSbLUMHCTBA
obpa3uoB
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[foTOoBOe peweHue ot Agilent gna aHanu3sa
necTtuuuooB

AnnapatypHoe ocdopmMrieHue:

* KoHdwmrypauusa ¢ MUKPONOTOYHbLIM AenuTterieM noToka
Nno3BoOJiIfeT NPOBOANTb CKPUHUHI NeCTULMAOB C
OAHOBPEMEHHbIM nonyyeHuem nHcpopmauumm ot
cenekTuUBHbIX aetekTtopoB (SIM/Scan, MJECD, DFPD(S and P))

- OOpaTtHas npoayBKa cCOKpallaeT BpeMs aHannTu4eckoro
LUKIIa U npoaneBaeT BpeMs 3KCrnsiyataumum KONMOHKHU

MporpammMmHoe obecnevyeHue:

 KomOuHauusa nporpaMmmMHoro obecrne4vyeHus chmkcaumm
BpeMeH yaepXnBaHus U 0M0nMoTekn abConrTHbLIX BpeMeH

vyAepXnBaHnA nectuumngoB no3BOJIAOT MAEHTVICbMLIMpOBaTb
crepoBble KOonuyecTBa nectuumaoB 6e3 npunMeHeHusA
CKaHNpoBaHUA BO BCEM Anana3oHe Mmacc.

— B LAB




OObI4YHbIN pe3ynbTaT GC/MS-aHann3a CnoXXHou
MaTpuubl

Kak MHoro ueneBbiXx
coeaANHEeHUN MOXeT ObITb

B 3TOM O0Opa3ue U CKONbKO w
HY>XHO BPeMEeHU, YTOObI

noaTBepaAnTb UX
Hanun4yue”?




OObI4YHbIN pe3ynbTaT GC/MS-aHann3a CnoXXHou
MaTpuubl

Kak MHOro ueneBbix |\\ y
coeaUHEHUN MOXeT ObITb I A U—
B 3TOM o6pasLie cxoan'o | ‘)

) - |
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TpouHoOU KBagpynosibHbIU MaccC-
cnekTpomeTp ansa X Agilent 7000A

|

=
[
_{

> gy INTERY.\: )




Knaccuyeckun GC/MS TponHOM
kBagpynonb (QQQ)

a3-Hocumenb (He, H2) ras-peakmanm (Ar, N2, He)
L DN MR ) & |
() (0 ) >E)@D D ) o
0 D ) QD ) W
UOoHHBIL Keadpynonb 1 Keadpynonb 2 Keadpynonb 3 Jemexmop
ucmoyHux  AHanusamop macc Cmonkzggg'rgenbﬁaﬂ AHanuzamop macc

—I B/ LAB




Agilent 7000 GC/MS/MS

a3-Hocumens (He, H2) ras-peakmanm (N2 )

U ))
(D 00 ))

U ))

QD ) & |
QDD ) o
QD )

Keadpynonb 1 lekcanonb Keadpynonb 2 Llemexkmop

AHanusamop macc CmonkHoeumenbHasi AHanu3amop macc
fiYelika

NoHHBIU
UCMOYHUK

CTonKkHoOBUTESIbHAA AYenKa He SIBMSEeTCSs aHanm3aTtopomMm Macc

3agava s4enKu nepeHecTn ¢ MakcumMmanbHon 3P PeKTUBHOCTbLIO
BCE noHbI (Npekypcopbl 1 NPOAYKTbI) BO BTOPON KBaapynorsb

— B/ LAB
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Y10 Takoe MRM MS/MS?

MoH UTOPUHTI MHOXEeCTBEHHbIX peaKLlMﬁ

: orpomMmHoe Kosfim4yectso MOHOB N3 UCTOYHUKA

EI-MS/MS
[MpoaykT 2
MpoaykT 1
Q1 SIM 55332‘2222

nepe.q AYEeNKOM
CTOJIKHOBEHUN

C.D/st.m
il INTERY .| I

MpoaykT 3




[Moyemy MS/MS? .

[ToBbIWEeHHaA CenekKTUBHOCTb NO cpaBHeHUto ¢ SIM

EI-MS/MS
EI-SIM
@ T [pekypcop TOT e, YTo 1 B SIM
BepOFlTHOCTb TOlMo, 4YTO ANnccoumnaunad
nponopunoHarbHa

npekypcopa dyayT oauHaKoOBOW C

UHTepdhepeHuun 2z
CreKTpanbHOMY paspeLleHunto NHTEpdEPEHLIMEN HUYTOXHO Mana

HeT cenekTuBHOCTM AN MOHOB

C OgMHaKOBbIM M/z Ahannr Product 2

Product 1 :interference
' ' T T T Product 3 !

: Precursor
: lon

[Mpekypcop He MOXET ObITb BbIbpaH ass

KONMMYECTBEHHOIO aHanmsa, Tak Kak MHTepdepeHuma
MMeeT oMHaKoBoe C HUM M/Z B pexume SIM

B/ LAB




[Noyemy MS/MS?

[MpekpacHble Npeaenbl 0OHapYXeHust 3a cyeT yaaneHus doHa

E OorpomMmHoe Kosfnmn4yectBo MOHOB U3 UCTOYHUKA

MHTEHCMBHOCTb BTOPUYHbIX MOHOB 3a4acTyro
CHMXXAETCH, HO CHMXKEeHUe UHTEHCUBHOCTU (pOHa
Oonee 3HaYUTENbHOE OCOOGEHHO B CIOXHbIX
obpasuax, 4TO NPUBOAUT K YINYyULUEHUIO
COOTHOLUEHUA CUrHan/WymM U CHUXKEHUIO nNpeaenos
obHapyxeHus

MpoaykT 2

MpoaykT 1
[MpogykT 3
npeKypcopa

nepen A4enNKon

CTONKHOHEeHUN < >
| | | | | | |

YoaneHue CID + LleneBble NOHbI

XUMUYecKo20 ¢hoHa Q2 SIM M3MepsIoTCA Npy
MOJIHOM OTCYTCTBUMU

Ql SIM lelp,eneHMe

— > XumMmmnyeckoro ¢poHa
|| ||

B/ LAB




T

[Tloyemy TexHonorua MS/MS?

» HesameHuma ang cenekTnBHOM
KONMMYECTBEHHOIo aHanm3a ueneBbiX COeaUHEHUNI
B obpasLax Co CroXxHou maTtpuuemn

> [lo3BongaeT nony4varb 3Ha4YUTENBHO boree
BbICOKME COOTHOLLUEHUA cuUrHan/lym Ha obpasuax
CO CITOXXHOWN MaTpuLien, NpakTU4eckun
HeOOCTMXUMblE Ha ODObIYHbLIX KBaAPYNONbHbIX
npmnbopax B pexumax SCAN nnu SIM

» HoBble HOpMaTUBHbIE aKTbl TPEDOYIOT
MCcNosib3oBaHUA aHanutudeckoro metoga GC/MS/
MS

— __INTERY.\: I




[Noyemy MS/MS?

10Q fg HCB

454

i MS SIM
3.5
ad
2.5
2
1.5
14
0.5+

Jlyywe oguH pa3 yBupeThb...

Abundance vs. Acquisition Time {min)

58 59 6 61 62 63 64 65 66 67 53 ss i 71 72 73 74 75 76 77 78 79 8 81

w102 | *+ TIC MRM [ = ) 100fgHCB_Q1_1.2-283 8_02_1.2-213.9_N2=8 4-colis=35_1.d
2.6
2.4
2.2
. MS/MS MRM
1.8
1.6
1.4
1.2
1

s S/N: 116:1 RMS

0.6
0.4-
0.2-
Ao AN N b AP a8 ot a s b Beieind S o e N o

L«WMNW

5.3 53 6 6.1 6.2 6.3 6.4 65 66 Ei? SS 89 7 71 7.2 7.3 7.4 7.5 7.6
S, ACquis t n Time {min)

77 78 7.9 g 81

GC/MS Single
Quad SIM

El 100fg HCB
KFPA3HOU»
maTpuue

GC/MS/MS QQQ
MRM

Meuma
XxpomMmamoezpaghucma:.
OOUH MUK Ha NMJ10cKou
6a3oeou nuHuu'!!

e, BT LAB




CpaBHeHue SIM n MRM ans

100 fg HCB B uncton matpuue 300 fg HCB B gustonnuBe

w * Chromatogram Results X Chromatogram Results X
- 2ot QEICIKAOCs - IAA (20 tIQEIY XM OC s - H[A]A
m S OfgHC! 07 0 [Bebigain)_0VeolE_1.d +TIC SIM Diesl_isooct_100fgHCB_G2-SIM_pw0.7_1360emy (5ebgain)_0VeolE_1.d
w 4103 4103 Noise (RMS) = 537.77; SNR (12.286min) = 6.0
N 1.6 h £l
1554 f el
154 i 5
E 145 f 18
1.44 {1 46
— 135- — L] - — L]
) i3 B S/IN=26:1 " S/N=6:1 RMS
1254 ‘ 0 t .
124 | 4
- . 1154 [ R M S 38
)] o / o
1.015- “‘r 344
1 f i
z 095 / ‘ 3‘§
09 | i
q) 0.854 | ‘ 28
08 f | 264
— 0.754 | “ 2.4
(@) 07+ i \ 22
085 J ‘ o
(- 08 | \ 18
— os5dy , A L &
054 \[.9“‘\,“ Yoo TARI) 1.6
(f) Y i 144
M6 1M M7 175 1lg 118 118 7 12 1208 121 1215 122 1225 123 2% 12 e 18 M7 175 18 185 18 1% d2 1205 121 1215 122 1225 123 123 1
Abundance vs. Acquisition Time (min) Abundance vs, Acquisition Time (min)
Chromatogram Results X : Chromatogram Results X
(o)} | eeti@i¢ sMoc: - LMA
- + MRM (283.8 < 213.9) Dies|_isooct_100fgHCEB_MRM_pw1.2_1.2_1960emvSebgain)_35VeolE_1.d
m (102 | Noise (RMS) = 6.14; SHR (12287min] = 859
H 12f261 55
ﬂl 525
N \ 54
= 475
& |
- & SIN=86:1
: Y 4 — :
™ 1 f 3754
oo 1o RMS Fo o RMS
N 1.54 f ‘
o 3_
! 275
oo 25
U) 225
24
175
E 154
~ 125
14
E 05+
] T S 8% __ r . ! -
e 18 17 5 18 18 18 M% 12 1205 121 1215 122 1226 123 12% 1

T T T T T T T T T T
;i %5 12 1205 121 1216 122 1228 123 1238 12 Abene e Acsgiston Tine (i)

1.
Abundance vs. Acquisition Time (min)




TeXHonorvm—

Agilent npuMmeHun Bce nyduwee, 4YTo ObLINO
AOCTUIHYTO Nnpu pa3paboTke

nyylwen B MMpe cepmum XpomMaTo-mMacc-CneKTpomMeTpoB
597X Series GC/MSD:

» OborpeBaeMbIn MOHOMNUTHbIN KBApLEBbLIW KBAApYrnosib C
30MN0TbIM MOKPbITUEM

» [lokasaBLUYylO CBOK BbiCOYaMNLLY 3PIPEKTUBHOCTL
KOHCTPYKLUIO MOHHOIO UCTOYHMKA

» ABTOHaACTPOUKY

U TPOMHOIro KBagpynonbHOro Macc-
cnekTpomeTpuyeckoro getekropa ana BIOXX Agilent
6410A LC/QQQ:

» KonnusnoHHas siyerika ¢ ynyyleHHbIM NMHENHbIM
YCKOPEHNEM

» KOHCTPYKUNS MOHHOM ONTUKM ON1 paboTbl B LLUIMPOKOM

dCCOBOM AManal3oHe




YyBcTBUTENbHOCTbL Agilent ;BUU!

100 fg HCB (reKcaxnopGeHson)

o | el R T RN =T

146:1 RMS S/N vs Spec of 100:1 1

- -l b A

i T

AF 43 4 4N d@ AT AR 41 F E1 HF EI M4 NEF NE NEF ER EN H Y 4F BRI mM
Aaraies T, Ak T fuir

CpaBHeHMe TecTa Ha YyBCcTBUTEeNbHOCTbL 1pg HCB
Agilent GC/QQQ >1000:1

KoHKypeHT X 100:1

g, E[i51AB




YyBcTBUTENbHOCTbL Agilent ;BUU!

OFN (OKTaCbTOpHaCbTanVIH)

gt | e A R 0 T e

o 1

100fg OFN in clean Matrix

272:241 Transition
186:1 RMS S/N

a

r




Kak ygpanocb 4OCTU4Yb Takoro
YPOBHSA YyBCTBUTESNIbLHOCTU ONS
GC/MS/MS cucrtem?

> sy INTERY.\: BN



[logaya ra3oB B CTONKHOBUTENbHYIO
AYEUKy

1 ml/min N2 Collision Gas

!

Q1 Collision Cell lons
lons | [ Tout
In

He* +

He* + N, — N, + He + e

— B/ LAB




[logaya ra3oB B CTONKHOBUTENbHYIO
AYEUKy

1 ml/min N2 Collision Gas

Q1 Collision Cell lons
*
He> + ons— T [ Tout
In
T

He Buffer Gas

He* + He — 2 He + heat

He* + N > + €

— B/ LAB
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AdbdeKT renueBoro «rawleHmsa»

B e BB E BB g T

= E

S/N 341:1 NMogayva renunsa B auenky BbIKI

;
g
f
5

Er o Er F s Fr Fp oo =

S/IN1294:1 Nopavya renus B AuYenky BKI1

lNMpoTtecTupoBaHo Ha
rekcaxnopoeH3one

CpaBHeHMe ypOBHSA WyMa




Mcnonb3oBaHue
Agilent G7000A GC-QQQ
Ans aHanu3a XnopopraHn4eckux

nectnumnaoB (XOI) n nonuxnopupoBaHHbIX
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[TpoTOKON aHanNu3a
15 ueneBbiX BELWECTB 1 ABa BHYTPEHHUX cTaHOapTa

TS _?itr?‘r; UoH npekypcop | CoeanHeHune Tl?rite
2 7.80 256 PCB 28 8.25
3 8.80 292 PCB 52 9.15
4 9.30 263 Aldrin 9.47
5 9.90 193 Isodrin 10.24

PCB 155
6 10.90 360 (ISTD) 11.28
7 11.40 326 PCB 101 11.51
8 11.90 263 Dieldrin 12.18
263 Endrin 12.56
9 12.70 326 PCB 118 12.84
10 13.00 360 PCB 153 13.25
360 PCB 138 13.72

11 14.20 394 PCB 180 14.75

12 14.90 272 Mirex (ISTD) 15.09

B LAB
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[lpumep Macc-cnekTpa 3JfIeKTPOHHOro
yoapa — PCB 101

54[31#101: 2,2 4,55 Pentachlorobiphenyl 4:]@]
l8bundancel 58
9000
000- P T
[ __,-'-“‘\\:' M "' '/.I‘_-“\\I
7000- (-,/ | \.,/
- - 2533
6000
5000-
4000-
3000 183.9
127.0
2000- 1090
200 2909
1000- ' %0 " 1628 2173
Pl Lo sl | | |
133.9 2038
[] ; |44'U I51I,IUI illl' , !|Il lI !|||I III '|| | Il! I‘..IH.ISIH: l|| ﬂ”l | |'|||!|. I15§%||!11IBII9|:9 , 'II|||I 1??.?] |I.||.I — ||h|22?.'8| — o ||I ———— III!||Il 7 [|| —
S AN RN an 10N 1N 14N 1RN 180 20N 21N 24N RN 28N NN M

> ey INTERY.\: |
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[Tfpumep Macc-cnekTpa 3NeKTPOHHOro
yAapa — y-IXur

i [3]#136: Lindane Q@
lAbundance T ‘

and  gamma-HCH 2190

8000

7000 U
6000 U U

5000

4000 U

3000

111.0

147.0

2000

1000 121.0 156.0

| Ll | | L | ‘ ||| 1 I ||| Illl l II L | Ill .||I| | Il | !
U T T 1 T T l T 1 1 T I T

T T
Imiz--» 1 nn 1AM 20N Al

w

— -
S on
= =
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[Tpumep Macc-cnekTpa 3fIeKTPOHHOro
yoapa - aHAPUH

34[3] 4752 Endrin

. 4

BEx

lAhundance

9000
8000
7000 67.0
6000
5000
4000
3000
2000

§3.0

1000 0

91.0

ENDRIN

101.0

10N

123.0

13700

c

o Cl

o

147.0
173.0

169.0

140

183.0

196.0

200

209.0

235)

245.0

Al

26

0

307

7.0

345.0

ann

|291.U
T inl L |

a27.0 380.0
m“..., ,IMIL.?.?.@W.D, i

AN




KoHdourypaumna npnbopa ana aHanumsa
XOIlloB u NXb ¢ obpaTHON NnpoayBKOU

Auto-

sampler AUX EPC
Q u u Q 4.0 psig
G7000A
QQQ
15m X 0.25 mm id X 0.25 um HP-5MS Ul 9
0.80m X 0.15 mm id UDFS @
7890A
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OObIYHbIU XuMmudyeckum coH B GC/MS ato
MOHbI OTININYHbIE OT aHanuTa

[TpnBHECEHHbIE PACTBOPUTENEM

Bonblune Nnku MaTPUYHbIX BELLLECTB, BbIXOAALLME
nepen NMKOM pacTBOPUTENS

— ManonHTeHCUBHbIE, HO C ASTMHHBIM «XBOCTOM>,
nepeKkpbiBakvoWne nNUKN aHalinTa

Bbixogsiimne ogHOBPEMEHHO C aHaNUTOM

[To3aHO BbIXoAALWME NUKU NPUYMHA MHOTUX
npobnem:

— I'IepeHoc;ﬂTcg Ha KOJIOHKY CJIMLLIKOM MeONEeHHO

— [lepemellatoTcst NO KOSIOHKE CIULLKOM MeaneHHOo

— [lna yaaneHnsa n3 KONoHKM TPeOYT CNULLKOM BbICOKON
TeMnepaTypbl, YTO CHUXKAET CPOK CNyXObl KONTOHKM

B LAB




YBernmmyeHne Xxmmm4yeckoro gom

BpeMeH yaepXXunBaHusa 6e3 oopaTtHOU NpoayBKU

Bonbloe konuyecTso MaTpulbl

\ MEHSIET CENeKTUBHOCTb KOMOHKM
Abundance A: TIC: lettuce_blank D\data.ms W U3MEHSIeT BpeMeHa

4.6e+07 | 1 \
4.4e+07 ] B: TIC: lettuce_blank3.D\data.ms —— ™ YAePXuBaHuUA

4.2e+07
RN n Yeenuunsaetcsi (hOHOBbIN

3.8e+07
3.6e+07 H CUrHan npu aHanuse

3.4e+07 1 |
32e+07 {  ocne BBopa Tonbko SV 06pa3uos ¢ BbIOKMM
36407 coaepaHuem maTpuubl
Tpex obpa3uoB \

2.8e+07 1 . E3
26e+07 1 (pOHOBbIN CUrHanN
2.4e+07

2.2e+07 1 3Ha4YUTEeJIbHO BO3POC

2e+07 ]
Laesoy | (yBenuuetue

16e+07 1  XUMM4ecKoro ¢oHa B
1.4e+07
12e+07 |  KaXm@OM cnekTpe)
le+07 |
8000000
6000000
4000000
2000000
0

=\

A

. 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00
ime

HanoxeHue AByx xpomaTorpamm 3KcTpakTa canata-natyka [NEPBLIA Beoa (A) n TPETU BBOA (B) 63 06paTHOM NpoayBKM
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CTtaOnnbHOCTL 62a30BOU NUHUU U

yOepXuBaHuUA C NpMMeHeHneM obpaTtHoOMn

Abundance

4.6e+07 1
4.4e+07 1
4.2e+07 1

4e+07 1
3.8e+07 ]
3.6e+07 1
3.4e+07 ]
3.2e+07 ]

3e+07
2.8e+07 ]
2.6e+07
2.4e+07
2.2e+07 ]

2e+07 ]
1.8e+07
1.6e+07 ]
1.4e+07
1.2e+07

1le+07 ]
8000000
6000000
4000000 1
2000000

0
Time

TIC: lettuce_100_ppb.D\data.ms
TIC: lettuce_5_ppb.D\data.ms

Data provided by user
in Almeria, Spain

TIC: Iettuce_lO_ppb.D\data.rTI1-sI p ony WKM

BpemMeHa

OTcyTcTBME

L)\

yAep>XXUBaHUA U
©0a3oBad NMUHUA

” XMMUYECKOTo c¢oHa \

CtabunbHble

Ll

4.00 6.00 8.00

10.00 12.00 14.00 16.00

18.00 20.00

HanoxeHune Tpex xpomaTorpamMm 3KCTpakKTa canarta-fnatyka ¢ UCnonb3oBaHUeM o6paTHOM NpoaYyBKU
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KannbpoBo4HbIN gunana3oH

Std Ref Conc ppb | ulL Injected |pg injected
Cal 5 200 2 400
Cal 4 100 2 100
Cal 3 40 2 80
Cal 2 20 2 40
Cal 1 8 2 16
Low Cal A 1.6 2 3.2
Low Cal B 0.8 2 1.6
Low Cal C 0.2 2 0.4
Low Cal D 0.1 2 0.2

— B LAB



LleneBble BpeMeHa y.qepx(MBanP

MS-MS nepexogbl

Precurson |Quant m/ CV
Ret Time lon m/z z |Qual m/z

TS Target
6.19 219 147 183 20
6.76 219 147 183 20
6.89 219 147 183 20
7.45 219 147 183 20
2 PCB 28 8.25 256 186 151 20
3 PCB 52 9.15 292 220 257 20
4 Aldrin 9.47 263 193 228 30
5 Isodrin 10.24 193 123 157 30

PCB 155
6 (ISTD) 11.28 360 290 20
7 PCB 101 11.51 326 256 291 20
8 Dieldrin 12.18 263 193 228 30
Endrin 12.56 263 193 228 30
9 PCB 118 12.84 326 256 20
10 [PCB 153 13.25 360 290 325 20
PCB 138 13.72 360 290 325 20
11 [PCB 180 14.75 394 324 359 20
' ISTD) 15.09 272

BT LAB
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1.051

0.954
091
0.854
0.8
0.751
0.71
0,651
0.6
0554
05
0.454
0.4
0.351
031
0.254
021
0151
0.1
0.054

+TICMRM (> ™ Ca 3D

6130

B.762

7450
A

~>
(%)

8.250

9.469
A

10,238

A

11.272

1514

g0

)\

12,838

ot

13.254

13720

[ERE

14757

A

L2

087

1 15.297

LA

L=p e

—

65

75

L=l

85

95

10

Counts vs. Acquisition Time (min]

105

11

115

13

135

14

145

15

165




'’Xur: MRM nepexo

+ MRM (213.00000 -» 147.00000) Low_Cal A.D
4103 |Noise (RMS) = 1.70; SNR (6.187min) = 523.8
14 6167
. 6757 6 3.2 pginjected
J | \ / \ { )
| | | y -',\‘I
- = o @ | 4 - —_—1 —
+ MRM (213.00000 -» 147.00000) Low_Cal B.D
4102 MNoise (RMS)=1.39; SNR (5.183min) = 3045
4 6.189
£.889 .
£.763
) 7 1.6 pg injected
IR

+ MRM (219.00000 -> 147.00000) Low_Cal_C.D
4102 Noise (RMS) =1.67; SNR (6.900min) = 61.4

15+ -
1 0.4 pg injected
u.5-ﬁw 622 | B9 0 715

+ MRM (219.00000 -» 147.00000) Low_Cal D.D
g101 Noise (RMS) =1.04; SNR (6.837min) = 3.2

B 6196
4 8 0.2 pg injected
2. A

678 607 80 592 7082 71
04— r\ﬁgl'l J".f“‘wb'[lé.ﬂ \ - - .ﬁbgl ,\:g P rﬂ:flg

BE5 59 5% 6 605 61 615 62 625 63 635 64 45 65 G55 66 665 67 6/5 69 B85 69 6% 7 705 71 705 72 725 73 7% 74 745 75 1%

Counts vs. Acquisition Time (min]
- INTERY .\ 8




MRM nepexon 58_

+ MRM (26300000 -> 193.00000) Low_Cal AD
4102 [Noise (RMS) = 1.63; SNR (12.120min) = 205.0

: 1200 g

5| OnangpuH | BeeneHo 3.2 pg  OHApWH

%102+ MRM (263.00000 -» 193.00000) Low_Cal B.D

1444 1/'ZX1 20 g
1.24 \ 12.556

A / \ BeepneHo 1.6 pg /r”\
o y \\ =)
021 1 T / \W\ - s | y. ‘»\ 1

102+ MRM (263.00000 > 133.00000) Low_Cal_C.D
g 12}116 g

03 BeepneHo 0.4 pg

195 195 11975 12 12005 1205 12075 121 12125 1215 12175 122 12225 1225 12275 123 12325 1235 12375 124 12425 1245 12475 125 12505 1255 12575 126 12625 1265 12675

Counts vs. Acquisition Time (min)
B i1 LAB




FXUr : MRM 219 mmp 147 —

cSEHIBLIEHMe ceran/u.lyM4.12:|,n;E|ﬁ BBeAeHbIX 200 fg

0.95-

0.9
0,85+
0.8 3 4
0.75-
0.7
0,65+

0.6 2 3

0.55-
0.5

0.45-

0.35-

)\, w TOB

6567 6827 i b
e Ao th LA W Lhi v Al

-% 1 1 U 1 1 1 1 1 U 1 1 1 U 1 1 1 1 1 1 1 | 1 | 1 | 1 | 1 1 1 | 1
57 575 58 585 59 595 6 605 61 615 62 625 63 635 64 645 B5 655 66 BES 67 675 68 685 63 695 7 705 71 715 72 725 73 795 74 745 75 7ES 76 VES 77 705
Counts (%) vs. Acquisition Time (min)

s—— A




( .
AbundanceCpaBHeHMe SI ‘ 5973 M MRM-
+ IR 1300 Ea\AD
e mse[Peak ]4 [H\n]
a-FXulr BBeaeHo 3.2 pg
SIM target 9 m/z 219 -> 147
] B
" m/z 181 RMS SIN 222 : 1
j
o1 RMS SIN30:1 .
I
00 - ; ‘
;
560
5
*
il 4 ‘ B ‘
f
460 A |
i
400 4 :
i
30 4
!
300 4 15
|
10 4 5 ‘
[] S WS NP, WP, S S, N A R A TN
m - - . , , , 6 0 00 6o o o %R % % % % 5B %96 %) 56 0 06 61 6% AL 68 61 6% 61 68 0 6 1 O
T W am 4 i (o e i
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CpaBHeHue SIM (5973) n MRM: —

i L.,I e el
1[]2 0168 |Bak | OreaK = O, 4] = 1ol
N3oaopuH BBegewWo 3.2 pg) y
I sIM target ! b m/z 193 -> 123
0 c
m/z 193 | ' RMS S/N 131:1
4| RMS S/N 27:1 X |
: §
i L
I \‘ |
- 4‘2 n
i |
i “
i | \‘
1
ll- \ \‘
I |
b -
m
i |
I z |
18 =
1 —
14 I |
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CpaBHeHue SIM (5973) n MRM: —

AnanppuH BBegRHR 3.2

Il ;

h

m/z 263
RMS S/N ???

i

w' "]'M;AD'
ok&[ =165 4R 121
-

I

m/z 263 -> 193
RMS S/N 205: 1

o P

/™M

19 1% 1% 19 1

0 16 1B 1 o

0 10 10 10 0 15 0B 03 00 0N 0B 0B 04 100 W 10 08 105

- (ol Ao T i ]
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DDT kannbpoBOYHble pacTBOpPbLI
8 ppb unun 16 pg Ha KONMOHKY

/ WUoH npekypcop 235

LleneBon noH 165,
noaTeepxpaowmn 199

vy F F EF v F ¥ FF +» CFEEFES aFFFF

p_,_p___’-DDD

p,p’-DDT

rmrmmm—— \|REX (ISTD)
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p,p’-DDT B AOHHbLIX OTINOXEHUAX

E 50 ppb unu 100 pg Ha KONOHKY
~
ay Llenesot MRM 235-165
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Sample PCB 153.. PCB 153 Results Qu.. | PCB 155 [ISTD] [IST...
Name Type Acq. Date-Time Exp. Conc. RT Resp. | Calc. Conc. | Final Conc. | Accuracy | Ratio| RT Resp.
Low Cal C Cal 8/5/2008 3:06 PM 0.4000] 13.256 392 0.2905 0.2905 726 415| 11.280 1407548
S ow Cal B 3 : 008 = 0.28000 : 0.8234 0.8234 02.9 40816
_ Low CalA Cal 8/5/2008 3:42 PM 1.6000) 13.257( 3195 1.7957 1.7957 112.2| 34.0| 11.277 1394530
Cal 01 Cal 8/5/2008 4:01 PM 5.0000] 13.257| 13772 6.5645 £.5645 821 351| 11.276 1341342
Cal 02 Cal 8/5/2008 4:20 PM 20.0000| 13.258] 44311 16.9417 16.9417 84.7| 35.0| 11.275 1440849
Cal 03 Cal 8/5/2008 4:39 PM 40.0000| 13.259] 93432 36.7860 36.7860 92.0 34.9| 11.277 1238753
Cal 04 Cal 8/5/2008 4:58 PM 100.0000( 13.259| 330146 1036555 103.6555 103.7) 3589| 11.276 1320111
Cal 05 Cal 8/5/2008 5:17 PM 200.0000( 13.258| 781324 199.0773[ 199.0773 995 36.7| 11.276 1468188
Extract Biota Blank Sample 8/5/2008 6:53 PM 13.256 409 0.080 0.0805 Sl 11.277 6486277
Biota Sample 8/5/2008 7:31 PM 13.258| 10272 1.5128 1.5128 42.2| 11.280 5467023
Biota Sample 8/5/2008 8:09 PM 13.258] 9834 1.4803 1.4803 35.1| 11.280 5366849
Biota Sample 8/5/2008 8:47 PM 13.261] 10925 1.5501 1.5501 41.1| 11.284 5652983
Extract Sediment Blank | Sample 8/5/2008 9:25 PM 13.261 9597 2.7890 2.7890 35.3| 11.283 2516798
Sediment Sample 8/5/2008 10:03 PM 13.275| 132267 251141 251141 437 11.295 2727390
Sediment Sample 8/5/2008 10:41 PM 13.278| 135023 24.4716 24 4716 43.8| 11.300 2868966
Sediment Sample 8/5/2008 11:19 PM 13.279] 119553 23.8858 23.8858 28.8| 11.301 2612484
: Compound Information % | ¢ Calibration Curve X
: 4] g ] [ Aﬁmlélzlﬂtﬁéwnutes v i [¢a] [#] Po v Ign v Mo v | ISTD QC
+ MRM [360.0 -> 290.0) 360.0-> 230.0 |, 360.0-> 325.0 |E| o A~
£ x1024 13.256 £ 1027 Ratio=35.3 - -
3 3 PCB 153 - 8 Levels, 8 Levels Used, 8 Paints, 8 Point..
o 4 o Bwin-1]y=00012%%"1.1571
g R"2=0.99912228
o &
14
0 , ] ! . ] ] 2 05
132 13.25 133 132 13.25 133 5
Acquisition Time [min) Acquisition Time [min) | | |2
+ MAM (360.0 -> 290.0) 360.0 > 290.0 A1
£ 4105 11.277 £ %1054 0.05
2 4 3 4
O o
3- 31 0.01-
21 a4 0.0054
14 14
0 0
1.2 11.25 1.3 11.35 1.2 11.25 1.3 11.35 05 1 5 10 50 100
Acquisition Time [min) Acquisition Time [min) Relative Concentration
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Quant Reproducibility— pp_

PCB «PCB _«PCB _«PCB _PCB _«PCB _«PCB
_ _ 28 52 101 118 153 138 180
Blank *0.03 [¢< 0.01] *<0.01 | «0.04 | +ND *ND *ND
* Mussels Extract Q.72 | 0.63 | ¢0.83 | *1.47 | «1.51 | «1.47 | «1.02
» Mussels Extract °0.74 | «0.66 | 0.84 | «1.47 | «1.48 | «1.46 | *1.03
* Mussels Extract *0.76 | ©0.64 | ¢0.85 | *1.55 | «1.55 | «1.48 | «1.14
® Extract Sediment * * * * * * *
Blank ©0.94 | e2.93 | ¢1.59 | 2,49 | 2,79 | «1.57 | *4.36
» Sediment Extract ©46.69|223.29| «18.81 | «23.03 | «25.11 | «25.10 | «19.36
e Sediment Extract o444 87|221.83| *18.60 | «23.65 | «24.47 | «25.05 | «19.29
* Sediment Extract 045.28|¢22.28| ¢18.29 | ¢22.25 | #+23.88 | #24.41 | «18.87
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PCB 153 n PCB 138
400 Femtograms Ha KOJIOHKY

138

QUANT MRM 360-290
m/z
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Lieneson MRM 314-258

Xnopnupodoc nodaBka
10 ppb yau copta «Pu-erh»

[MoaTBepxaaroLmm
MRK 314-286

y EEF P w EF R P s FEES n FESF e+ FFESF p i

P Ew

»EFEER »




NS - W RS -+ JRITTTTY vl vt dben_prdor F '
1.

CpaBHeHUue BBeaeHuUs

20, 5, 1 pg Xnopnupodoca
Ha KONMOHKY B
pacTUTENbHOM 3KCTpPaKTe

RM 314-258 (10 ppb)
n3 Ashitaba

MRM 314-258 (0.5 ppb)

MRM 314-258 (CONTROL)




CKPUHUHI HENeTy4Yux n TepMn4ecku
HeyCTOMYUBbIX NecTULUOoOB C
Mcnonb3oBaHUeM TaHAEeMHOMU Macc-

cneKTpomeTpvm (QQQ)




——_ﬁ

TponHoun KkBagpynonb ana BIOXX

,

(]

Quad Mass Filter (Q1) Quad Mass Filter (Q3)
| | |

// N —
| |

“m Collision Cell

lon source




00
Pexxnmbl paboTbl Agilent 6410 QQQ

CKaHupoBaHuWe O04YePHUX UOHOB CKaHMpoBaHWe MOHOB-NMPEKYpPCOpOB
O 4 oO—#

o Nl r® ot o9 2
e Y ) I ¢ -0 2

° Ly ! o—+ .y L4

® T S o !/

BbIOOp MOHa-NpeKkypcopa CKaHUpoBaHMe UOHa-NpeKypcopa
CKaHupoBaHue oo4YepHUX NOHOB Bbl60p Ao4vyepHero NoHa

Multiple Reaction

ckaHnpoBaHue Neutral Loss Monitoring (MRM)

“ —II’ . /'“ /! o O. K °
L9 II .0 .\—: ° II. ‘. ;...._, 2 >
G o [ 0 ?
cdukcnpoBaHHasa pasHuua B aguana3oHe | Bb|6,oplu0|-|a-npe,|<yplcopa
ckaHupoBaHua mexay Q1 u Q2 BbIOOp AO4YEepHero noHa

B LAB
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Multiple Reaction Monitoring (MRM)

Keagpynonb 1 (Q1) KeBagpynons (Q3)

N\l | [ | o —

&
/|l | —)
flyenKka CTONKHOBEHUN
Macc-cnekTp ¢ Q1 nponyckaet  MoH 210 Q3 nponyckaeT
doHom (ESI) TONbKO MOH pa3bnBaeTca B nnib
210 quenke XapakTepucTtnyHble
CTONKHOBEHUI MOHbI 158 n 191 ot
210
210 210

222

138
268 158‘
W o jl. 1191 Zilo 1i|_
" ! |

170 210 250 290 190 210 150 170 190 210 160 190
®oH oTcyTCTBYET
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CpaBHeHue MRM m Knaccuqecxow

(mecTUUMAbLI B anesyibCMHOBOM COKe)

6000

4000

2000

900

600

300

2500
2000
1500
1000

500

MeTunasnHgpoc

m/z=132>>>77

—~N

CMMEKOHAa30I1

m/z=294>>>70

MRM

n3okcadpnyTon

m/z=360>>>251

6000

4000

2000

900

600

300

m/z=132

SIM

MeTunasnHgpoc

/

)

m/z=360

m/z:294| ” H Mw\

e

CMMEKOHAa30I/1

7

n3okcadpnyTon




3,4,5-Trimethacarb
3-Hydroxycarbofuran
Acephate
Acetamiprid
Acetochlor
Acibenzolar-S-methyl
Aclonifen

Alachlor

Aldicarb

Aldicarb Sulfone
Aldicarb Sulfoxide
Aldoxycarb

Ametryn

Aminocarb

Anilazine

Atrazine

Azamethiphos

Azinphos-ethyl

Benalaxyl
Bendiocarb

Benfuracarb

Bensulfuron-methyl

Benzoximate
Bifenox
Bitertanol
Bromacil

Bromoxynil

Bromuconazole 1

Bromuconazole 2

Bupirimate
Buprofezin

Butocarboxim

Butocarboxim-sulfoxide

Buturon
Butylate
Carbaryl

Carbendazim

MeTona npoTecTupoBaH bonee yem

necTuumaax

Carbofuran
Carboxin
Carfentrazone-ethyl
Chlorbromuron
Chlorfenvinphos
Chlorfluazuron
Chloridazon
Chlorotoluron
Chloroxuron
Chlorpropham
Chlorpyrifos methyl
Chlorsulfuron
Cinosulfuron
Clethodim
Clodinafop-propargyl
Clofentezine
Clomazone
Cloquintocet-mexyl
Coumaphos

Cyanazine

T 4-pd; LAAE

Cycloate

Cymoxanil
Cyproconazole
Cyprodinil
Cyromazine
Daminozide
Deethylatrazine
Deethylterbuthylazine
Deisopropylatrazine
Demeton-S-methyl-sulfone
Desmedipham
Diazinon
Dichlofenthion
Dichlofluanid
Dichlorvos
Diclobutrazol
Diethofencarb

Difeconazole-1




Diflubenzuron
Diflufenican
Dimefuron
Dimethachlor
Dimethenamid
Dimethoate
Dimethomorph 1
Dimethomorph 2
Diniconazole
Diphenylamine
Disulfoton
Diuron
Dodemorph

EPN
Epoxiconazole
Ethiofencarb

Ethiofencarb sulfone

Ethiofencarb
sulfoxide

MeToa npotecTupoBaH donee 4

nectu

Ethofumesate
Ethoprophos
Ethoxyquin
Etrimfos
Famoxadone
Fenamiphos
Fenarimol
Fenazaquin
Fenbuconazole
Fenfuram
Fenhexamid
Fenobucarb
Fenoxaprop-ethyl
Fenoxycarb
Fenpiclonil
Fenpropathrin

Fenpropidin

Fenpropimorph
Fenthion 1

FenuIrT)'thax

Fipronil

Flam prop-isopropyl
Flam prop-methyl
Flazasulfuron
Fluazifop-P-butyl
Flufenacet
Flufenoxuron
Fluodioxinil
Fluometuron
Fluoroglycofene-ethyl
Fluoroxypyr
Flurtamone
Flusilazole
Flutriafol

Folpet

Fonofos

Formetanate
Fuberidazole

Furathiocarb

Haloxyfop-methyl
Heptenophos
Hexaconazole
Hexaflumuron
Hexazinone
Hexythiazox
Hydroxyatrazine
Imazalil
Imazapyr
Imazaquin
Imidacloprid
Indoxacarb
loxynil
Iprodione
Iprovalicarb
Irgarol

Irgarol Metabolite

Isazofos
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[TapameTpbl XpomaTorpadpumnyeckoro
pasgeneHus

« KonoHka Zorbax SB C18 4.6 x 150 mm (1.8 um)
« AnroeHT 10% ACN v 90% H,0O ¢ 0.1% HCOOH

 'paaneHT oT 10% ACN go 98% ACN 3a 28
MUHYT, 3atemMm o 100% ACN go 30 MUHYT 1
100% ACN yaepxuBaetcs 4o 31 MUHYTH

 CkopocTb notoka 0.6 mL/min
 NNaBneHue 350 bar.

« Temnepartypa KONoHKu 25 °C.

« O6bem BBOAMMOM NpodbI 10 L.

— B LAB
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[TapameTpbl Macc-cnekTpomMmeTpu4ecKoro
aetektnpoBaHua ana QQQOQ-LC/MS

« Cnoco6 noHusauuu Electrospray ¢ getektuposaHue
NOJIOXKUTENbHbLIX MOHOB, HanpsaxeHue Ha ESI 4000v.

« Temnepatypa uHtepdeuca 300 °C.

 [loTOK ra3sa 4epes pacnbinutens 9 L/min u paBneHwue
40 psi.

« Bpemsa getektupoBaHusa ogHoro moHa 10 msec u

Hanps)XXeHue Ha ymMHoxuTtene Ha /00 V Bbilwe, 4em npu
aBTOHACTPOMKE.

« BpemeHHble nHTepBanbl MRM cermeHToB #1 - 0-13.5
MUH, #2 - 13.5-16.9 MuH, #3 - 16.9-19.6 MuH, #4 -
19.6-21.5 MuH, #5 - 21.5-23.1 MmuH, #6 - 23.1-25.5 MuH,
#7 - 25.5-27.9 MuH, n #8 - 27.9-31 MUH.

— B LAB
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MRM-XpomaTtorpamma nokasbiBaeTt pasgeneHue 301 coeanHeHnsA Ha
Agilent 1200 HPLC ¢ ncnosnb3oBaHUEM KOJTOHKMU

+ MRM (353.0000 -> 226.0000) 300 pesticrdes_100 ppb.d

ik 14 45 56 6|7

%108

—
oo

1
|

45

354

254

ln

| |
.0- Lk A.A JLL‘.;L MJ | _“ w l‘ \]A,” | ‘{ N | I,_'J' 'r',;x,l’ql,!' il.'}l,i'.f.irju“'z."l', {'!,

Il
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1 2 3 4 5 6 7 8 9 01 1203 ¥ 1B 1617 B9 0202208425 %27 828 3
Abundance vs. Acquisition Time (min)
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i Batch Table x
Sample: #| £|| Sample Type: <All> ~ | Compound: [&a] 6: Diazinon v [=] | Time Segment: <All> ~
A AD A
Sample Diazinon... Diazinon Results Qualifier (153.0)...
@ ¥ Name Type | Level Acq. Date-Time Data File Exp.Conc. RT SIN | Ml Calc. Conc. | Final Conc. | Accuracy Area User Custom Calculation | Ratio| S/IN | MI
Q| ¥ |Samplet|Cal |1 [1/30/2007 11:34 PM 300 pesticides_Pepper matrix_0.1 ppb.d 0.1070| 25.323| 0.74|[] 0.7747 0.7747 40 8681.0000 1.56| ]
Q[ ¥ [Samplet [ Cal 2 1/31/2007 9:24 PM 300 pesticides_Pepper matrix_0.5 ppb.d 0.5350| 25.174]| Infinity [[ | 1.0019 1.0019 8 56013.0000 51.0{ Infinity || |
D | ¥ [Sampleit [ Cal 3 1/31/2007 9:23 AM 300 pesticides_Pepper matrix_1 ppb.d 1.0700| 25.174| 3493 1.4338 1.4338 4.0 145989.0000 50.2| Infinity
Jd Sample 1 | Cal 5 1/31/2007 10:05 AM 300 pesticides_Pepper matrix_10 ppb.d 10.7000| 25.195| 180.05 9.8224 9.8224 91.8| 1893630.0000 495 7322
Jd Sample 1 | Cal 7 1/31/2007 6:37 PM 300 pesticides_Pepper matrix_100 ppb.d 107.0000| 25.174| 304.09([] 107.7830| 107.7830 100.7| 22302261.0000 54.8| 352.96|[]
»| D Sample 1 | Cal 6 1/31/2007 10:47 AM 300 pesticides_Pepper matrix_50 ppb.d 53.5000| 25.195| 136.44 52.0962 52.0962 97.4| 10700754.0000 52.2| 324.00
i Compound Information X ||} Calibration Curve X
2] 8 =] =] l- alhiae R i [@] [»]| Type: Linear v Origin: Ignore v Weight: None v oc
= MRM (305.0 -> 169.0) 300 pesticides_P || 305 = 169.0 . 153.0 + MRM (25.047-25.408 min, 18 scans) 300 |||z | : | o 1 -
8 - 8 . 8 . -
5 x10°8 L 5 X108 Ratio=52.2 5 ¥102 Diazinon - 6 Levels, 6 Levels Used, 6 Points, 6 Points Used, 0 QCs
T 18 ERREE T 57 1630
3 3 3 454 § 107 |y =2083350516"x - 152717.0728
2 16 =z 184 =< : § | R"2 = 0.99956076
144 144 44 3 24
1.2 1.2 35 < 1754
1.54
14 14 -
054 } 1.25
. 0.8 2.5 14
067 087 2+ 0.751
0.4+ 0.4 154 0.54
0.2 0.24 0.254
0 0+ " 0
0.54 &
T T T T T T T T T T T T T T T T T T T T T T T T T T T T
244 246 248 25 252 254 244 246 248 25 252 254 150 200 250 300 -10 0 10 20 30 40 50 60 70 80 90 100 110
Acquisition Time (min) Acquisition Time {min) Mass-to-Charge (m'z) Concentration (ng/ml)

iy Start

72

o ]

fim Agilent MassHunter Q...

5 Agilent MassHunter Q...

& Microsoft PowerPoint ...

@ Jerry's File_300 Pesti...

Sample 1 Diazinon 6 Samples (6 total)

- . )
E3 Microsoft Excel - Tabl... Desktop 7 RS ’(’)5-'
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Ina3vHoH B nepue
KannbpoBo4yHasa KpuBas

Diazinon - 6 Levels, 6 Levels Used, 6 Points, 6 Points Used. 0 QCs

x10 7_| y = 208335.0516 " x - 152717.0728
R"2 =0.99956076
2]
1.75
15-
1.25J
1 -
0.75J
05-

025-
2§J

Responses

11 UL 11— 11 U | 11 1
-10 5 0 5 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85 90 95 100 105 110 115

Concentration (hg/ml)
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Ina3nHoH B nepue —

Macc-cnekTp n cooTHoLleHue OCHOBHOrO
U noAaTBepXxaarwLlero MOHOB

+ MRM (25.047-25.408 min, 18 scans) 300 pesticide
" o
2 510 6] Ratio=52.2 2 %10
o 2 S- 169.0
< 1.8 3
2 164 2 47
14- 4-
o A U U T 3.5
14 3
0.8 F=sremmnmmmmms S 25 153.0
0.6- 2
0.4-
15
0.2-
0 _ "
T | T T | | 0.5 | | | | | | | |
244 246 248 25 252254 150 175 200 225 250 275 300 325
Acquisition Time (min) Mass+o-Charge (m/z)
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AHanu3 nectMmunaoB MeTo4oOM Bg!! 7

TaHOEeMHOU MaccC-CrneKTpomMeTpum
(HPLC-QQQ-MS)

e 279 coeanHeHun obHapyxmBatoTcs metogom HPLC-
QQQ-MS c npeaenom obHapyxeHusa 0.010 mkr/kr
(10 ppb), 4TO COOTBETCTBYET E€BPONENCKMM HOPpMaM
Onsi 0eTCKOro nuTaHus.

* [lpepnensl obHapyxeHus anga Agilent 6410 QQQ
coctaBnsaoT oT 1 go 10 pg ansa 6onee 4yem 50%
HopMuMpyembix coegnHeHun n 100 pg ana 90%
Taknx coeguHeHuN.

o Takune npepernbl 0bHapy>XeHs1 NO3BONMAIOT
MOMECTUTb NPMOOP B TPOUKY CaMblIX
YyBCTBUTESbHbLIX NPNOOPOB, OCHOBbLIBAACH Ha
nuTepaTypHbIX OaHHbIX.

— B LAB




CKpVIHVIHI' nectrmumgoB C UCnosnb3oBaHNeEM Macc-

CMEeKTPOMEeTPUU BbICOKOro pa3peLueHuns
(LC/MS TOF)
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CKPVUHUHT necTMunaoB C UCMOJSIb30BaHMEM Macc-

CNeKTpoMeTpUn BbICOKOIo pa3peLieHuns
(LC/MS TOF)

« ToyHasi MoneKkynsipHas
Macca yBenuvuuBaeT
CeNeKTUBHOCTb

 BbIicokoe pa3pelueHue r ]
nosBonseT yaansTb
MOJIEKYNAPHbIe HaroXeHus

e Bcerpa nmerorcs gaHHbIe
NMONTHOro CKaHNPOBaHUA

e HeorpaHunyeHHoe
KONMMN4ecTBO

aHanu3npyembIix
coeauHEeHUu

* HeusBecTHbIe U HeUueneBble
coeAUHEeHUs MOryT ObITb

& B LAB
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CKPUHMHI nectTmumgoB ¢ ucnonb3oBaHuem LC/
MS TOF

 [lpotecTnpoBaHo 6onee 100 necTMunpoB

e OueHeHa NUHEeUHOCTb U 3P deKTbl
MaTPUYHOro noaaBJieHUA

« Co3aaHa v ycnewHo ucnonb3yeTtca 6asa
NaHHbIX 6onee 600 coegnHeHUU

* [lpu nouncke ucnonb3yerTcsa ToOYHasA
MOJIEKYNIsipHaa Macca

— B LAB



A dheKTbl MaTPUYHOro NnoaaBrieHUNA
LC/MS TOF

CpaBHeHMe pa3snuUyHbIX MaTpuu ansa Mmmaaknonpuaa

1.00E+07

9.00E+06

8.00E+06 /?i

7.00E+06

5 00E+05 / —e— Buffer

+
% ' / —a— Pepper
S 5.00E+06 —m— Tomato
£ 4 00E+06 —m— Lettuce
—e— Cucumber

3.00E+06

2.00E+06

1.00E+06

0.00E+00 T T T T T

0 0.2 04 06 0.8 1 1.2

Concentration (ppm)




Table 3

fonin

LC-TOF-LS sccurate mass measurements in a tomato extract fortified with the pesticide nuxture

Compound Formula Eetention fime Selected 10 m'z experimental m/z calenlated Emor
mDa
Cyromazime CsHigNs 3.2 [M+H]" 167.1040 167.10397 0.029
Carbendazim CoHoN; 02 6.1 [M+H]" 192.0767 192.07675 —0.05
Thiabendazole CipH M55 1.3 M+H]" 202.0430 202.04334 —0.34
Methomyl CsHppMN2 005 12.3 [M+Na]” 185.0355 185.03552 —0.02
Inudaclopnd CoHypNs0,C1 15.7 M+H] 256.0597 256.03937 0.12
Acetanuprid CioHi Nl 16.6 [M+H]" 223.0042 223.07430 —0.3
Thiaclepnid C1oHaNsCIS 17.7 M+H]" 253.0308 253.03092 —-0.12
Spmosyn A CaHes N0 20.9 M+H]" 732.4568 732.46812 —1.32
Spmosyn D CanHe N0 21.9 M+H]" T45.4832 746.48577 —0.57
Dimethemorph Ca HpaNO4Cl 22 [M+H]" 388.1310 388.13101 —0.01
Azoxystrobm CaaHp7 N304 243 [M+H]" 4041243 404.12400 0.20
Triffumizol CisHpsIN;0F:C1 259 M+H]" 346.002 346.09283 —0.33
Hexaflunmuron CieHg M- 0:F5Cla 272 M+H] 4609885 460.03229 —0.39
Teflubenzuron C14Hs N2 01 FeCla 276 M+H] 380.9816 380.98132 0.077
Lufenuron Ci17Hg M2 0:F3Cla 28.6 M+H]" 5109854 510.98570 —0.30
Flufenoxuron Co Hp 1M 0:F5C1 29.2 M+H]" 4890440 480.04351 0.49

Concentration, 0.05 mgkg.

N




. . rometryn
68 |C9H10N2C 23.8 248.011933 Linuron
69 |C14H21NC 29 251.1338365 Prosulfocarb
70 |C10HIN4S 18.3 252.0236447 Thiacloprid
71 |C11H19N5 212 253.13557 Irgarol
72 |C7TH5N20! 19.2 253.9661257 Fluroxypyr
73 |CSH10NAC 16 255.0523023 Imidacloprid
74 |C11H10N2 14.6 256.0170184 Imazalil Degradate
75 |C11H15NC 15.2 257.0721787 Ethiofencarb sulfone
76 |C11H15NC 17.7 257.0721787 Methiocarb sulfone
77 |C9H11N2C 221 258.0003902 Metobromuron
78 |C9H13N2C 18.5 260.0160403 Bromacil
79 |C13H15N3 13.7) 261.1113414 Imazapyr
80 | C12H15N3 18.1 265.0884974 AIbengg’zole Fragment Ion
81 | C14H20NC 26.1 269.1182566 Acetochlor
82 C10H13N 26.1 147.1042509 Acetochlor Fragment lon
83 |C14H20NC 26.1 269.1182566 Alachlor
84 |C11H15N 26.1  161.119901 Alachlor Fragment lon
85 [C11H15N4 11.9 270.0878 Nitenpyram
86 |[CTH3NOB 21.7 274.8581389 Bromoxynil
87 |C12H18NC 243 275.0746772 Dimethenamide
88 | C14H18N2 191 278.1266 Oxadixyl
89 |C12H14N2 191 218.105 Oxadixyl Fragment lon
90 |C15H21NC 21.5 279.1470582 Metalaxyl
91 |C13H19N3 30.2 281.1375561 Pendimethalin
92 | C8HIN30: 30.2| 211.0587573 Pendimethalin Fragment lon
93 |C15H22NC 259 283.1339067 Metolachlor
94 |C16H18N2 21.6 286.1317425 Difenoxuron
95 |C12H21N2 21.1 288.1238937 Diazoxon
96 |C15H15N2 23.6 290.0822054 Chloroxuron
97 |C10H14NC 273 291.033 Parathion Ethyl
98 | C15H18N3 23.6 291.1138399 Cyproconazole
99 | C9H10N2C 24.01 291.9614179 Chlorbromuron
100 C16H13N3 18.4 295.0956913 Mebendazole
101 C14H14N2 18.1 296.0483185 Imazalil
102 C18H35NC 19.7 297.2668 SPIROXAMINE
i 4> M’ Pesticide_dbase_100_ Agilent;/

Fh e 2R o




[pywa, anenbLCuH “

Mma3anun B AeTCKOM NUTaHU

©aHaH, coaepxaHue 25 pg!

B TIC of +TOF MS: from Potito 884 08-0-05 wiff

Max. 6.0e7 cps.

24.7

6.0e7 - 2.2
. 4.0e7 -
2 2536
2
S 2067
Mes A
157 16.8.17.1
D.D T T T T T T T T T T T T T T T
2 4 6 g 10 12 14 16 12 20 22 29 26 28 20
Time, min
B X|C of + TOF MS: 297.0 to 207.2 amu from Potito S84 08-9-05 wiff Max. 5.0e4 cps.
2.0e4
. 15e4
S
— 1.0e4
c 18.8
5000.0
0.01— . . . . . . . . . . . . . . . . . . . .
162 164 166 168 170 172 174 176 178 180 122 184 126 188 190 192 194 196 198 200 202 204 206
Time, min
'\l | |
B 1TOF MS: 15.016 to 18.088 min from Potito 554 05-0-05. wiff Agilent, subtracted (17. VMIW [ U:)D() Max. 2.8e4 counts,
207 0559 1
ppm accuracy
4000 -
_ 200.0479
i 3000
5 M
€ 2000
1000 -
282 284 286 288 200 202 204 206 208 300 302 304 3W6 308 310 312 314 316 318
miz, amu
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Tpudonymunson B nepevyHOM IKCTPAKTE

Intensity, cps

3.2e7

3.0e7 4

2.8e7 |

2.6e7 1

2.9e7 4

2.2e7 4

2.0e7 1

1.8e7 -

1.6e7 -

21

1.4e7 1

1.2e7 4

1.0e7 4

8.0e6 1

6.0ef 4

4.0ef 4

W

2.0e6 4

0.0

B TIC of +TOF MS: from Sample 1 (blanco) of 13jul calibrado matriz pimiento.wiff

bJaHkoBbIi 00pa3en mMepevyHoro IKC

MOKA3bIBAET CJIO0KHOCTH MATPHUIIbI
NEeTEeKTHPOBAHHBIX MMKOB C COOTHO
mym Jgydmie, yem 10:1

35

16.4

23

209

o

‘paKTa

Max. 3.2e7 cps.

Jee 3000

HUeM curnaJjiy/

225
243 277

249/ 23.9. 258 M“ﬂ"

a & g 10 12 14 16 18 20
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Tpudonymunson B nepevyHOM IKCTPAKTE

_- Cmrmpuurned Betepe piet fer rvyeess 3 98 bdme. 70 .1 mpw-.

JIm.Omx x

I omaa

¥ |

xao xmo x7ro xxo xmo E A1 210 axo 30 E L EL A= amo aro axo amo 9o o 9410 a4x0 430 9490

e LX)

Experiment#: 1 Compound#® : 327 Mass : 345.08553

Mass Value = 345.08553 FamgTCTte
# Formula Compound | Mass Error (mDa) | * Error (ppm) | Ret. Time Error | Description
1| C15H15N30CIF3 | Triflumizol | 345.08557 -0.04 -0.1 -0.02

Mpumep oTyeTa NO NOUCKY BeliecTBa B CIIOXXHOM MaTpuue

no o6 IX MONEeKynApHbIX BECOB
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Ntormn

o Jlyywnn nokasarenb YyyBcTBUTENbHOCTU cpeau TOF npnbopos

 Bbicovyanwime nokKkasarenm TOMHOCTU onpeaeneHnsa macc B MS n
MS/MS pexumax (!!!)

« To4HOCTbL onpepeneHna macc godyepHux noHos (MS/MS
pexum), He nNpeBbiwWwarwan 2 ppm, CHUXKaeT KONIM4ecTBO

NOXHOMONOXNTENbHbIX naeHTunKaummn 6enKoB No nenTugam
npMMepHO BABOE

 Llnpoyanwumm BbIGOP MCTOYHNKOB MOHU3ALUMN

* [lporpammHoOe obecnevyeHue co3gaHo Ans ObLICTPOM 0O6pPaboTKU
MaCC-CMEeKTPOMETPUUYECKNX AAHHbIX BbICOKOro pa3peLleHus

« HenpeB3ongeHHaa HageXHOCTb npubopoB Agilent
Technologies

B LAB
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Cnacubo 3a BHMmaHue! %% Agilent Technolog

—— Authorized Distributor

Mo Bcem Bonpocam obpauiatecs B OO0 « Xummen»

Appec: 115230, r.MockBa, Kalunpckoe Lwiocce, 4.9, kopn.3
Ten.: (495) 728-4192, 742-8265/66, (499) 613-2964,

dakc: (495) 742-8341
E-mail : mail@chimmed.ru www.chimmed.ru
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