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UHPLC Ryiattréa AR @ik / Bk (LC/MS) AMERTRINEE
RS, HER 1.8 um EREIEHNER, 55 pm EMEEHE
Htt, BRERE TAATWE. IMTFEEELERNITEI T
MAKXGEEEE, MEKFHENEBIN. H%, 1.8 um E
BEtHENEREEAEE TEEMEST 600 bar KNEER,
2 UHPLC EEFERAMENERE. £, 1.8 um EREIEHRLHF
BITEsfEERERE, EZHMEETLEET 1 min RIBHR
EEE, XESMEEHERER=ERESZE 800-1000 bar,
H¥E5S, &F UHPLC MIEATEEL.

ERERENIAEEREENEKESE=ETHER 1.8 pm KiE
ENEEENSH. MERERE. STRLEXEEMTHE
MR, BEERESMHIRE, WRAFAERERL, FERH%
ENBRAGIE, ATNETLNTIELR KR E—HERR T
#R, IKRRAUFRRMTL, EMEEXREAEARE 1 /6
NATNEHERNER, BLAERNSLHAITERNE—
X, BANE—FHITHM GBS A FRIEE, RENER
2 WTRAPRRESY, HTHARSHIRERGHETE
%A, Ak, BEBEATHETURSHNHE, TREFE
£ UHPLC, S/ BEEREEENEXREE, 2T 10 min
MREEIESBTIERE, MET 1 min HHBBEETRABHR
& 1],

74, HERERE 1.8 pm EREIEHR, 1E1T UHPLC ATE
IEBMIERE, NEETHEINEIE 300 BHEAE, X3F
BARERMUE AT, UREEMRE MHESIRE 5475 F 3E
®EME. ®E. UHPLC RERizmA . HEFMNES ENER
ET (#1200 bar EATATF 1 mL/min) EHRESBMEE
BERENEAREEE. RECREETAMZHIX 1200 bar
(18000 psi) EAMiZITHI 1.8 ym BRI EILH, FEAFSH

#RBMETEMH, (StableBond #1 ZORBAX Eclipse Plus Z %A
C8. C18 fikH) , XX FHREFTAHTMKERER. EWMANFT
R, X EPA ik 1694 HITRKFHAYEBHTHRS TIE
RE, EXRAZEMRAFRENREEIE/ TR EREHTS
MIRGZRBENRESBAME, EIHEIEETER.

IaERS

AXTEAMTFEERZRESMNHRTHZ XZHRESRIE
FEd0OR Imma Ferrer 1 Michael Thurman 15,
Agilent 1290 Infinity LC %%, AR Agilent 6430 =EMiRHF
LC/MS #0 Agilent 6220 #&5H5 2 ¢ 1THTiE] LC/MS R4,

il

HAMRENBREE (RRHT) 447, WX TAMTRK &E
H, BEMSE (1000 bar) B 1.8 ym REEEH, R1FHT
ATERR AL it B H IR AR A

F 1. ZFRBRAH ERHE

ke g BERERE BEWE
i (mm) (pm) (N) (bar)
ZORBAX Eclipse Plus-C18 2.1 x 100 1.8 21688 1000
ZORBAX Eclipse Plus-C18 2.1 x50 1.8 10392 1000

BB &

AXFE UHPLC S BEMER Agilent 1290 Infinity fiE @i
I, EIRF, 7EFRfE EPA J5i% 1694 B1TH{ER Agilent 1200 &7l
SL, AXHEKREEEKSTEGMTAIA,

1.ASS

WA BENA Agilent 1200 Z5 SL, HETREFH 30 min AN
10% ZFE/7K 81 100% 2k, ¥ 5 min. fiERZ 0.6 mL/min,
i ZORBAX Eclipse Plus-C18, 4.6 mm x 150 mm, 35 pm,
IE35H 15-18's, IEREH 100, ZHEN 75 bar,



FUE{X A Agilent 6410 ZE MR LC/MS R4, RARBRELE
BFEX, EA=ZIHEENSREEN (MRM) K&,
FMAEVERNBTY, S EFHMEERER 10 ms, &
B¥A EPA FiE 1694 KIE 1 BUEY. BXZLUEMREE
FHMEFAEDES DRI &R [2].

1.B &%

AR EIEAA Agilent 1290 Infinity LC, BEETERA 10 min M
10% ZRE/7kF51100% ZFE. fR¥F 1 min, #EZ 0.6 mL/min,
@ikt A ZORBAX Eclipse Plus-C18, 2.1 mm x50 mm, 1.8 pm.
35 A4 5-6 F, ERFEH 100, HEEH 375 bar,

BIEA Agilent 6430 ZE MR LC/MS £, KRARBELE
BEFER, EH—EERN MRM BEX, SMAYER
TMEFX, SNMBFXMEEREA 10 ms, KEWH EPA K
% 1694 9% 1 AUAEY. BRXEUEYRESFHNEIEA
ERIES NENME A &R (2]

2

A EIEA Agilent 1290 Infinity LC, #EETERA 20 min M
10% ZHE/7kHE1100% 8. R+ 2 min, EZ 0.6 mL/min,
&itiEH ZORBAX Eclipse Plus-C18, 2.1 mm x 100 mm,
1.8 pm, IEFEA 56 #, IEREH 100, &REES 750 bar.,

FUE{L A Agilent 6430 ZE MR LC/MS R4, RARBRELE
BFER, A EEEN MRM RIER., SMANE—
PEF, EIBFHNEEREA 10 ms, KEMAEPA T
%1694 B 1-4 HULEY, BSMAT 16 By, FEXENE
MR EESFHNEEAEEESIRIMEAER 2],

3A

AL A Agilent 1290 Infinity LC, #EFEFH 2 min AN
10% ZFE/7KFE) 100% 288, TARHEFRE, FER 1.2 mL/min,
@it ZORBAX Eclipse Plus-C18, 2.1 mm x 50 mm, 1.8 pm,
E3EH 1-3 %, EFEH 60, ZHEN 780 bar,

BUE A Agilent 6430 ZEMRH LC/MS 2% XARBELES
FHER, FERARAERY MRM BN, S RERS ML
&Y. BMAEYNE—IETFH. BN EFXMEERIER5ms,
LEMAM EPA ik 1694 HREEFER 12 MLAY.

3B

BN A Agilent 1290 Infinity LC, ¥ERRFA 2 min AN
10% ZF&/7KFHE1100% 25, B RERE, TEE 1.2mL/min,
it H ZORBAX Eclipse Plus-C18, 2.1 mm x 50 mm, 1.8 ym,
3R 1-3 %, EFEH 60, ZHEN 780 bar,

B A Agilent 6430 ZEMIRF LC/MS 2% XAEBREESR
FHR, FERARAERY MRM RN, S ER=ZM
&Y. BMEYE—IBFX, 8/ EFHHNEEREH 5 ms.
L&A EPA ik 1694 FHROEE. AIET. WMHE. Xi§
HIB. BRAMABERFRE,

4705

AR Agilent 1290 Infinity LC, #EFRRFEA 2 min AN
10% ZFE/7KFE1100% ZFE, EHREE. FEZ 1.5mL/min,
i H ZORBAX Eclipse Plus-C18, 2.1 mm x50 mm, 1.8 pm,
E3EH 1-3 %, IEFEH 60, ZEEN 900 bar,

R A Agilent 6520 #5HRE Q-TOF LC/MS R4, KRB
EFEFER, XASHEMH 20 X1 2 GHz REHE, REH
BEST 2 ppm. LEWEIE Thurman % (2008) HETIRS
# 220 FRAHREEY.
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BRI A Agilent 1290 Infinity LC, ¥EFRRFEA 2 min AN
10% ZFE/7KFEI100% ZFE. EHRERE. TEZ 1.2mL/min,
B&itHH ZORBAX Eclipse Plus-C18, 2.1 mm x50 mm, 1.8 pm,
I3RS B P IPRA BN ARTAR. R5EH 780 bar,



FE{X Agilent 6430 ZE MR LC/MS £%, AXRABRBRELE
BFER, EH—EEEN MRM RER, S48 EE—4
&Y, BREEE, SMEYE-1BTFX, BEMHEEE
1-300 ms, XRIEF 3-20 R,

7

A EIENA Agilent 1290 Infinity LC. BERFIFHAE 2. 6
130 min AWM 10% ZBE/7KFE| 100% 28, EHERERIE.
JLERZ 0.6 mL/min, BiLkHA ZORBAX Eclipse Plus-C18,
21 mmx 100 mm, 1.8 pm, EZEHA 2-6 %, EXEHN 60, TS
E71 750 bar,

BRELA Agilent 6430 ZEMRAF LC/MS %, RARBELE
BFER, EA—HERN MRM EES, S ER—1
ey, BmMRE, 8MAENE—INBEF, HHHE S ms.

Hanl&

HYSIRERME Sigma A8 (RS, BHEN, £E) .
SHEYPER (41000 g/mL) REAEYHBBRUERBLZ
B REHE, T -18°C THRE. NXLRAKEE, AZEN
KB EIE TIERR AT,

RADWIRERME Dr. Ehrenstorfer 247 (RIEHTE, EH) .
BRRGWER (1000 g/mL) RFEXEWHBBERALZHE
S FEET&, HT 18°C ThE. RXEFKRENAREE, B
ZIRHK B & TIERER T,

BokEmEBRERET (ERE BTSN H—D5kHR
=, RA—MEITH EPA FiEH MBS/ MERTIREL, 1 H#
IKEEEEFRA S 500 mg MBI/ MEF(TIREY, R8T pH (&,

FEEHRTFE 10 2505, B 8 mL BEFITRER. & PER®
ZRE 1 mL, HEXATRR LC/MS/MS Fiki#tiTatr, At
THERIE, XA 8" BEAREYHEERCREOREER.

EARERENAMR S EARRIH#ITIGE CEBA 0.1-
500 ppb) , AERA LC/MS/MS #H{THHT.

HR5HR

AXBE=ANES, HATHERA EPA Fik 1694 BN BEK
PR BRIESE, KHKBE UHPLC #1 LC/TOF-MS 4
¥, MEMER UHPLC/MS HBEXBIEHN—LEETEEM.

E£18%9: RALC/MS/MS E#THREHZER
i}

EPA 75i% 1694 B—Mr&FiE, ERER 20 4% AERKM A
MHERHER T ENER, K, EPA RIEAFH—LTHIRTE,
MEERTRAKRES T BINEMENERIEFH) |
HRAEREEEIEEE, NEENAFTREINRESS, B 1
BRTREHEH Agilent 1290 Infinity #1 UHPLC #7041, &
HHAWMEEHEITER 30 min 45582 10 min, HITHEEET
66%, FMMTEMIERENA 100, RER EPA FEERER
ZORBAX Eclipse Plus-C18, 3.5 pm ERI&iLHE, MRESEH
#N{EA ZORBAX Eclipse Plus-C18, 2.1 mm x 50 mm, 1.8 pm
ER LR,



+ MRM (436.0000 ->277.0000) 100 ppb_Group 1_2 transitions.d

741 112 2|3
6.5 -

6 -
5.5 A 5. FXH EPA 1694 EE[) 3.5 pm 38} ZORBAX

5 Eclipse Plus-C18 &i#, 30 min WA 46
45 L&Y, & 0.6 mL/min
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RIS R &£/ (min)
+ESIEIC(243.1359, 244.1387) Scan Frag=190.0V Group1_resolution_50mm_3scans.d
x10
1

4 |

35 B #B4. X H EPA 1694 EEH 1.8 um E#} ZORBAX
Eclipse Plus-C18 &i&tE, 10 min MAE AT 46 7

39 WEY, FIE 0.6 mL/min
25 | IEAE 100

2 _
15

I I I I I I I I I T I I T T
0.5 1 15 2 25 3 35 4 45 5 55 6 6.5 7
AR {E SR &R/ (min)

A1 A Agilent 1290 Infinity & UHPLC 31 EPA J5i% 1694 8 1 AHFMZHHITAM, S HTEHEH 30 min 45722 10 78

BIKH 20 FEL R, EEARURNE1-2 8, NIEHT
BiRiEfESE, FH ZORBAX Eclipse Plus C18, 2.1 mm x

EAENNE 375 bar, XFEEBREZBITEREKL BIEF
(21 mmx100mm) KIRSERENTHEESFBHYNEE,

FREE 0.6 mL/min MAERTRE. BEXLEEHME, B 375 bar
EFHZ 750 bar, ERRE 2,

EATRUEIEER Agilent 1290 Infinity LC F1= E AR RiLEC A
# LC/MS Fik, SRAYMEREEsE. ME 3 MR, A
TREG M RIGIETNZED 20 %434, LEYNEERDE 121,

50 mm i, FE 1.2 mL/min, #EEERETEZ 1.5 min, 12 %
WYTE 60 AR . BRNTH, XNEE—FIHFEERR
BREEESN., A6, RERFHSNERENEKERE
STHZY: FERTE. AT, WMHE. FighE, BEREW
RS,



Cpd 1:0.764: +ESIEIC(177.1019, 178.1058, 179.1105) Scan Frag=190.0V Groups1-4+Extras_resolution_100mm.d

><1057 1

4,

3.5

TR {E 5 R &R ) (min)
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B2 {EFEL & ZORBAX Eclipse Plus C18, 2.1 mm x 100 mm, 1.8 um BREEHH] Agilent 1290 Infinity LC BT UHPLC 547, IEBERRRAITE 20 754
SCH EPA Jik 1694 BSIZHm LRI 15 BEHENSHE 90 MBYM A B, IEFF 5-6 . IEFEH 200

' N
+ESI MRM Frag=90.0V CID@35.0 (415.0 -> 159.0) Groupl_C18_speed grad_15comp_bis.d
x102
! L 12 23
0.9 - e AN
| ZORBAX Exlipse Plus-C18, BREEENE
0.8 4 2.1 mmx50mm
- 1.2mL/min
0.7 4 780 bar
0.6 - 307 s \
05 - 1
0.4
03 -
0.2 -
0.1 : ]
A A A
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TRRCE (%) SRERE (s)

BE3A. 12 HEWERERE ERE BELH




EMNEZEDNRE, SERABREGE RGN, TRKREER
HHMREEHKE, B, FAERNAENELAERRE
RPHT, UESFAHERSM, EHELEERRCHN

i

TEENM, BXFAERERSERENNEEREL.

1290 Infinity MBI 1 #2W, XHEERNEEE SR
BUENEE. Z—1MEENEER XA LC/MS/MS SHEZE
PEFRBIBEFH. —MATEE. 5—MEAEMEF. B
SNBRINAX EPA 5 E & L6IH I A [2].

%102
+ESIMRM Frag=110.0V CID@25.0 (748.5 -> 158.0) Boulder effluent_C18_speed grad_15comp.d 08

il 12 213
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0.5 4
0.4 -

0.3
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WARL{E (%) SR ERIE (min)

A 3B.

HNEEHEH S MERERENEKERIIERERELMN, RUZMLENER. FIHET. AET. WHE. FH. BEZUMFETE




% 2 #4%: UHPLC 5 LC/TOF/MS

BINETHRES BREBYXENERZ—, #EXARILIE
% 12 DOREMELNRIFNEERE, L6+, KNRE
TTRAZENEF LC/MS MALIE—BH, #ERESA
3% 20 X, FA LC/TOF-MS #1 LC/Q-TOF-MS {5 MIXT
EXEHERS. BARNSHELEYREEN - —, X2H
T TOF-MS BB EMEARERE. XREZRERH

ik TOF-MS B RE 20 KiEEEAT, B4 RBRRTHRA
LC/TOF-MS g LC/Q-TOF-MS #4T UHPLC ##Bt, Z KBRS
LB, FFE & ZORBAX Eclipse Plus C18, 2.1 mm x 50 mm
BiEHAT Agilent 1290 Infinity LC, FiiE 1.5 mL/min B, 100 &
MARHE 80 WATH AT, UHPLC HHTEXRRLMH EIXE
900 bar, S BERBHHIERENE 0.7, LB 5 BREFFTEH
filF.

x10°
1.1
1.05

0.95 (2 ppm TR ZE, MFE) #££ 50 pg
ZORBAX Eclipse Plus C18, 2.1 mm x 50 mm
1.8 um

FiE 1.5 mL/min

900 bar

0.9
0.85
0.8
0.75
0.7
0.65
0.6
0.55
0.5
0.45
0.4
0.35
0.3
0.25
0.2
0.15
0.1

!

63.0
WEW109: 5T

T T
4 8 12 16 20 24 28 32 36 40

44 48 52 56 60 64 68 72 76 80 84 88
TARZE (%) SRERE (s)

A 4. RH LC/TOF-MS #AZ| 2 min RSETLE 100 BB LKE 24T



BiESMAEE. SEEM LC/TOF-MS HEBATNRE, FIXIE
AP RRIKERFERRGRESWAIN, KATUEH
B R i AT ZR A RES AT, EEM, RATERRRR
FMARTHAN, HREHE, B, REIWEILBERTHE
FERER,

90 FHSEREYE T $54T, 20 Hz (2 GHz ®xX)
ZORBAX Eclipse Plus C18, 2.1 mm % 50 mm, 1.8 um &l

63.0

x10° HEW109: BT

1.06
1.02
0.98
0.94
0.9
0.86
0.82
0.78
0.74
07
0.66 FIEE 0.7 s > || € BAMER 204
0.62 HiER
0.58
0.54
05
0.46
042
0.38
0.34
03
0.26
0.22
0.18

0.14
0.1
0.06
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 T T T T T T T T T T T T T T T1

4 8 12 16 20 24 28 32 36 40 44 48 52 56 60 64 68 72 76 80 84 88
WAL R ERE (s)

A5 HIE5E 0.7 s, {EFHELE ZORBAX Eclipse Plus C18, 2.1 mm x 50 mm E5ZHHE] Agilent 1290 Infinity BAFEEN, 7% 1.5 mL/min, EF7 900 bar



% 3% : UHPLC/MS Byl it

HiE UHPLC ZEREHEMMMLEBEMRESRYE, STEUT
L&, B%. SESREGESTTRE 12 BHEE, /6
EEASED 20/ MS BIESEEEE, SHHRES DEIRY
SEMIE 6 76,

BREMBERESSHIERE, ZRHTHTIURIIFHRIIE
E, HEBLTRNEAEALERK, XRAEEEHREN
—MERKINEE, T, HER=EMHF LC/MS B, &
FEA 5 ms MEHBMEME MRM 2F, UHEIHE)
R 20 MERER. %EER LC/TOF-MS #1 LC/Q-TOF-MS
MERT, REEMRGHTRE, IUIHEE ) RELEERN
B 20 KEEKRE.

%=, UHPLC MRFETHEEERETEMNAENIE, &

katd, RERSHERNIRGERESLAEE. B 7 EF
T—MRIAEAEBERFIRE, EMERGRAERE

FUEERMEG, EXGIR, BT 6 SHNHERRF, &R
BETE 1.7 2RISR T RERIERRLE (S/N) 180 %1 55000 A
R, T8, HBTEKH 30 min WEEREFN, ERILIA
91, THT—%, MREREMEMT 0.2 min, Bk, WA
EHREMREMNEXAUESEEFEEE, LHERMT &L
SHPRELEMIERHOLED.

M FXMRYF UHPLC BIEAMREEZERZ LC/MS FSHH]
HER. MAIRMBEERENERANZ, EREMBRES
i, ERESEEROYETENFNE, X2ERERR
EYEBERENAE. 4%, EINERSRILESME. E
I, BEREERAEERNSBRRUEREBDERTHHR
FEEE. &F, YRVEANEEEZERERTNENEKE
B, ERARRD C13 IFICHIRERRRENMME, X2 EPA ik
1694 HFMERE, EEMTUSERNGX—E BRI NLA E
1 (21

102 [+ESI Tiptios coomson e oor

19 €) Previous Plot
Dg’:: @ bextPlot
0.854 +ESI TIC MRM Frag=120.0v CID@** (** -> *¥) Ca r-speed grad_dwell.d
nt;g: +ESI TIC MRM Frag=120,0v CID@** (%% - ** ser-speed grad_Sdwell.d
0.74 +EST TIC MRM Frag=120,0V CID@** (** - ** peed grad_10dwell.d
UUEg: +E5I TIC MRM Frag=120.0V CID@** (** -> * speed grad_20dwell.d
0.554 +ESI TIC MRM Frag=120, CID@** (** -> * arbam r-speed grad_40dwell.d
0.54
0.454
0.4 +ESI TIC MRM Frag atbam
0.35
0.3
025
0.24
0154
0.1
0.05

0

T T T ) T T T T T T T T T ) T ” T in ;3 T T T T T 5 T T T i T T T
072 0725 073 073 074 0745 075 0755 076 0765 077 0775 078 0785 079 0795 08 0805 081 0G5 082 06825 083 0835 0B84 0845 085 0855 086 0865 087 0875
Counts (%] vs. Acquisition Time [min]
= ; ' p = = A i 2 Y - ey 48 =,
E 6. FETT THERMENE NENSER, URENOTREETHEYREBIERR, LFBETEAG, ENEH 20 XA (cps) FEIA) 15 MIESEE

B 3K (cps) 12EIR) 3-4 s BIERE



2
x10 +ESI TIC MRM Frag=110.0V CID@"" (** -> **) Caffeine_C18_long grad_5uL.d
191
0.9

0g] 15 min KBRS 6 min RIBREEAERL
S s/n=190 s/n=180

g-é: EER: 43K >~ 7 EER. 55K

0.5 o
047 30 min BIBREEERR
7] ~ s/n=91

0.3+ TR, 46K
0.2

s

]

ZORBAX Eclipse Plus C18, 2.1 mm x 100 mm
BIEH, 10% ZHEFHE 100% 2FF

750 bar

0.6 mL/min

04 06 08 1 12 14 16 18 2 22 24 26 28
WARL{E (%) SRS (min)

3 32 34 36 38 4 42 44 46 48 5 52

B7. WIREER) LC/MS A%, (REFTEISHERL (S/N) FUEERAI=N

&b

Bz, BIEFEERESBRBRERESBHER ZORBAX
Eclipse Plus C18, 2.1 mm x 50 mm @&, MW FERERK
MIEAERI 24T, ZORBAX Eclipse Plus C18, 2.1 mm x 100 mm
BEHRRERNERE, RIMNSTERER. EREST
1.5 mL/min KIHUREME DB 1000 bar B, HIVAFINGEE
ERERNTENER. RERNTUEE. M Tsweet HES
R EEE, 2B “EERT BRESERERE UHPLC, #
EIfY Agilent 1290 Infinity LC R HATBIE X BHRESIE.

it

FIMEFUEPOROBSIRERBRATR Jerry Zweigenbaum.,
Michael Woodman #01 Peter Stone 144 FRYZEERFNEE L,

SE

1.

EPA Method 1694: Pharmaceuticals and personal care
products in water, soil, sediment, and biosolids by
HPLC/MS/MS (EPA Fi% 1694: {#F HPLC/MS/MS ¥
Mok, 38, ARUIENEEPHEYINAPERR) |
2007 £ 12 B, EPA-821-R-08-002.

I. Ferrer, E. M. Thurman, J. A. Zweigenbaum, “EPA 7%
1694: {£M HPLC/MS/MS #illlk, 3. R EY
EE s RZs A A3PIER @A Agilent 6410A LC/MS/MS
BRAE" . 2008, RLAKA, HHRS 5989-9665CHCN

E. M. Thurman, I. Ferrer, J. A. Zweigenbaum, “Multi-
Residue Analysis of 301 Pesticides in Food Samples by
LC/Triple Quadrupole Mass Spectrometry,” (X LC/=
BT RS B R TR 301 FRGHITEHE S
2008, RZAIfA, HifRS 5989-6414EN

EZER
NETHESHXRNFRHREMER, FHARNGME

www.agilent.com/chem/cn,



www.agilent.com/chem/cn

TREMFMPTREENER, HBTRE. STRER
FEMFHER MBI A T RBAEARIE.

AXHHER. RARRAERIEEE, BABTEM.
© REREH (PE) FRAF, 2009

2009 £ 8 A 18 A, HEENR
5990-4409CHCN

Agilent Technologies
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