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Improving Sensitivity for Trace Pesticides Residues Quantification
in Drinking Water using Trap-Elute MicroLC-MS with Large Volume
Sample Loading
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Key Words: M5 MicroLC System, Trap-elute mode, Pesticides E1&+E: Phenomenex Kinetex® C18,2.6 um, 3.0 X 150 mm;
Residues, - Drinking Water TeatE: A0 1%FEKER,
BHEA0.1% R AR

5lE: VR : 0.40 mL/min;

EHER, RAKERBXKERRERAZETARBRNY X
WA T T, ERAUHET FROIE. RAkDRE FROBAFIEE, 100 MPa;
RESTHERETHESREENER, IO MTEBEX HiR: 40 °C;

ABLNSPEER, SIABRERHFNRARESREE. AW

) . HAFE: 50uL;
R FSCIEX/A Sl & T H#E H AIMS TR R B 1% R 5 5 QTRAP® 4500

FRE, RABHERBES (#AEs0%H ) , S THRAAS HHRRE: 15°C;
FERHAFEEFRENSM_IRELGRER; SEEEMNEL, K T EIRAE A EERIEF.,

FIREZER (5087 ) MEMREREEE-FUERSFMALL, £

. . " o
U AWEET T 720N REUERTE, BATAE M0 pg/mLFE Time ( min ) At (%) Bif (%)
{EEI1 pg/mLKF, 0.0 97 3
1 97 3
SCIEX M5 MicroLC system F%F 5 11 85 15
o FEWIEEIRE 1 pL/mindIRE 8.5 25 75
o BEVEBERIR AR AR 86 > 95
9 5 95
o T REMOMIRE LTI ET R € AT
9.01 97 3
10.0 97 3
Bik:
MR =EBEkRK, BEH1.0 pg/mL-100 pg/mLETRAER AR
R, SRR vial BRI G R R G E WA R E R T %
W48 : SCIEX M5 MicroLC system
FHEHE L%

. FNEEE M
748 SCIEX ExionLC™ AD;
J%&4E: Phenomenex Luna C18 Trap Column, 5 um, 20 x 0.3 mm
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RENAE . AT H0.1%FERIKER,
BAE40.1%FER ZEA R

IE: 0.05mL/min;
IR 50uL;
HHEE: 157C;

F2. IR R B EHERER.

Time ( min ) A (%) BH (%)
0.0 97 3
1.5% 97 3
2 97 3

*1.57$1 B 5 Gradient 17341

WU 1% 6 i AT S

SR Phenomenex Kinetex® XB-C18 Column, 2.6 um,
50 x0.3mm

ENHE: AHER0.1%FERKER,

BIEH0.1%FERZIEAR
RIER: 0.01mL/min;

RIEAEIRE: 69MPa ( 10000psi ) ;
R 40°C;

R3. WIERBE LT RBR o

Time ( min ) AH (%) BH (%)
0.0 97 3
3 65 35
4 10 90
5 10 90
5.1 97 3
7 97 3
FRig & 14

PRF TR FLEE A SCIEX QTRAP® 4500, Turbo VESFiE, ESI
FER, ZRNEEN (MRM ) £H4FIRAES (MRMBEEERE
EMHAREEIELGTHER) , BFRERAREERXTEE
BT A microLC hybrid electrode (25 pm ID) , B FRAVE/S
SHOTEE L3R4
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F4. A ENBIORE B EAFEIS L.

8% EREE W REEIE
Curtain Gas (CUR) 35 25
Collision Gas Medium Medium
lon Spray voltage 5000 5000
Temperature (TEM) 500 150
lon source Gas (GS1) 50 20
lon source Gas (GS2) 60 30

RAABTTRERENRERE REENEEMN30-5002—,
NRHEFRSE (6S1, 652) MRARE (TEM ) BB KR
1Ko

ZRi1id:
EHRBEILEFIL ST 10-100 pg/mLAS R KR FARE 4
(&= EAH10, 20, 50, 70, 100) , FWFRERIEE L RE

ST 1-100 pg/mLASIR K E RirAERL ( FRREANL, 2, 5,
10, 20, 50, 70, 100) o

ha sl
Eamar aners

T
o) 21 ez
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T

E1. 100 pg/mLAVIRAKE AR ARER ( L BReR TR REe
), ERAARIT— AR B, IAALARL X 10 E6, T IRBIHRE B R
RYEILEN LR ERT.
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5. ZRNEM (MRM ) £M451%,
R E Q1 Q3 ID DP CE
‘ 222.1 165.0 carbofuran 1 40 17
=)
222.1 123.0 carbofuran 2 40 28
3-¥2&5% 2381  181.1 3-hydroxycarbofuranl 30 17
BE 238.1  163.0 3-hydroxycarbofuran2 30 23
. 202.1 145.0 carbaryl 1 20 16
SEES
202.1 127.0 carbaryl 2 20 38
. R 210.0 111.0 propoxur 1 20 19
B
210.0 168.0 propoxur 2 20 12
- 194.1 137.1 2,3,5-trimethacarb 1 25 17
ERE
194.1 122.0 2,3,5-trimethacarb 2 25 35
R X 239.1 182.1 pirimicarb 1 40 21
FE S
239.1 195.1 pirimicarb 2 40 20
R 208.1 151.1 promecarb 1 25 13
RE
208.1 109.0 promecarb 2 25 22
) 226.1 169.0 mercaptodimethur 1 25 13
R
226.1 121.0 mercaptodimethur 2 25 25
. 166.0 109.0 metocarb 1 20 16
R
166.0 94.0 metocarb 2 20 40
X 194.1 95.0 isoprocarb 1 30 20
R _
194.1 152.0 isoprocarb 2 30 12
\ 208.1 95.0 fenobucarb 1 30 19
TR
208.1 152.0 fenobucarb 2 30 12
e 2140  157.0 carbanolate 1 25 15
FKRE
214.0 121.0 carbanolate 2 25 29
‘ 224.1 167.0 bendiocarb 1 25 13
&R
224.1 109.0 bendiocarb 2 25 25
. . 208.0 116.0 aldicarb 1 20 14
B :
208.0 89.0 aldicarb 2 20 20
. 202.0 132.0 Simazine 1 80 25
I
202.0 124.0 Simazine 2 80 25
216.0 174.0 Atrazine 1 80 23
FEE
216.0 104.0 Atrazine 2 80 39
N 226.0 142.0 Prometon 1 80 33
B
226.0 86.0 Prometon 2 80 39
L 228.0 186.0 Ametryn 1 80 25
F K
228.0 96.0 Ametryn 2 80 35
. 230.0 146.0 Propazine 1 80 29
ARG :
230.0 188.0 Propazine 2 80 19
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10ppt 16 mix -carbofuran 1 (Sandard) Z2... 20ppt 16 mix - carbofuran 1 (Standard) 222... 50ppt 16 mix - carbofuran 1 (Standard) 222... 70ppt 16 mix - carbofuran T (Standard) 222

\Area: 2.200e4, Height- 825063, FT: 487 .. Ires: 40534, Height. 1607et, RT 450 min  Ares: 110165, Height 3 34364, RT. .33 min  Ares: 143265 Height 5.265e4, RT. .87 min
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00 b b
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Tet
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Tire, min Tire, min Tine, min Time, min

(Griaking wator add T0ppE- carbofaran 1 (3. drnking water 500 Z0ppt_carboluran 1 (St annking water 200 50ppt_Carboluran 1 (Sta. . Gnnking water 503 T0ppl_carbofuran 1 (5
\Area: 16215, Height: 6. 86304 RT-411 . Area: 25855, Height 125365, RT: 411 min  Area: 7.395¢5, Height 28865, RT: 411 min  Area: 974065 Height 3.341e5, RT. £12 min

Ted
ot 411 . 41 41 412
5ot 5 =
= 2 2 2
= Z 5 s £
24 165
Ted
0.0e0 0ed
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Time. min Time, min Time. min Time. min

E2. TEEA10-70 pg/mLA IR AKERIRER S BEE(L: EREE, T
BIREEIE).

[sFd T0ppi-Alrazine T (Standard) 216071~ <13 20 ppi - Arazine 1 (Siandard) 2160117 13 50 ppi- Alrazine 7 (Standard] 2160717 sid 70 ppt - Airazine T (Sandard) 2160717,
\Area: 28864 Height: 1.60664 AT: 414 frex: £.240c4, Height: 2106e4, RT: 4.15min  Arex: 7.3434, Heioht 360984, RT: 415 min  Area: 9.957e¢, Height £57Be4, RT: £.15 min
15000 PR7 20000 415 415 415

et el
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Time, min Time, min Time, min Time, min
[sfd 6-Atraz: rd) Z16.07 1740 =1d 7 - Airazine 1 (Standard) ZTGB/WGB 'std & - Atrazine 1(Standard) 216.0 7 1740 std 9 - Atrazine T (Standard) 216.07174.0 -
(e 76065 Hoight 2 8006 T £33, Sves: 1 D13c5. Heioh 4 0685, RT 458 min  Asco 1 734 Height 7 003e5, AT 4.6 min s 2 2030 Hoight 8.07465, AT 453 min
45 7e5
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> r 2 s 2
g s 2 g
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E s = £ £
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Tm: min Time, min Time, min Time, min

3. FEXER10-70 pg/mLAVIRAKERIFERD B IEE (L BREE, T
%ﬁﬂ'/m §@,1E| )o

FERET, WITREBENFAITAL0FRAZKE ( &14MR
E B R RAITS M =IRKBRER] ) A7-20fFA0ER8CR. M
B TIE MM LR RINRIERE T ( LN R ETE)
CREIxRe,

i

At Bow, RABEREEAIMS MicroLC-MSR S, O] IUFE
RS EAER ( ERREEIETAMEL, M5ZinT #
SRtiE, EBAMHBERR) WERT, HEFMRETRT-20EH0E
%—'ié‘i, X L R BT IR K A TR M10pg/mL T B E] 1pg/mL
KE, ERTKRENSRPRENZEEKE,

M5 MicroLC-MSRBFrECHEXRHER, EAEEMTAG
FRKHE; gﬂ{Fﬁ/}lLﬂ*H/}lLEttr%%}b@ljél:*g_t—l—&l:?‘lo'f , XFMs5
MicroLC-MSE ZEih B B /R ENTEHAE, BRIRSSR =AML E,
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;|6 UTREBRABEE TR AK P RIRA L M R BN,

& ‘ﬁl%;}i ‘%‘HI-;?EE BHE OEHE KR
EERKk EREXr Rk X BF
TEE 14190  0.9994 2042  0.9989 6.9
REFHEE 1093 09965 135 09914 8.1
REE 11322 09992 922 0.9990  12.3
BRREL 17836  0.9991 2181  0.9990 8.2
TRREL 20601  1.0000 2082  0.9994 9.9
LT B 18669  0.9993 1717  0.9983  10.9
TR 12509  0.9996 1444  0.9967 8.7
R 11000 0.9991 754  0.9985  14.6
R 20291  0.9999 1295  0.9990  15.7
FRE 14033 0.9997 1018  0.9982  13.8
TR 12651  0.9994 1090  0.9964 116
EWE S 12082 0.9992 852  0.9998  14.2
B 9667  1.0000 894  0.9988  10.8
IR 5820  0.9989 206  0.9960  28.3
I 10765  0.9985 498 0.9996  21.6
FRE 25528  0.9970 1217  1.0000  21.0
FhoKm 28452 0.9997 2597  0.9996  11.0
F K% 41295 0.9999 2849  1.0000 145
IR 22053  0.9990 1664  0.9994  13.3
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3 Microflow liquid chromatography coupled to mass spectrometry
- an approach to significantly increase sensitivity, decrease
matrix effects and reduce organic solvent usage in pesticide
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