XXt

Behrooz Zekavat, Thomas Glauner,
Craig Marvin, André Santos,

Tarun Anumol, and

Jerry Zweigenbaum

Agilent Technologies, Inc.

Santa Clara, CA

02t UHPLC-Triple Quadrupole
AAEI0| A £ H ot MS 37
AZtS 0| 8¢t & (2| /eI MEF

(PPCP) &= Me|E 2

0l0

2 1=

ot
oX

>

2

oS A UL YESZ(PPCP)2 X| 5 QY AIZILICH X|E4=0i PPCP7t
EXotH ol S=0i| RYH Jek= 0|X|A EL|C 0|22 PPCP= A
AZ0ETHI]/HE A2 24(LC/MS/MS) T10|| A|Zt0] BO| ARE[= SPEE
ArE3HOF 517| iE0] E2 M2l et ES E416H|of MEHESLITE ATt
PPCP= o12fE Y1t ot ot £40| 0 R CHISILICE M2t =2 X2|2ke
Sl 2ME 2= 2ol2et A S0I=28t 7|5E A8sts 18 = MS 7|7|E
AHESHOF L.

S8 A=0|M = SPE 810| 2 AEQ| & FE 7ts6H| she S A0 PPCP

M K222 S7HA1717] 2l8H ion funnelO| ZHEl Triple Quadrupole &2

M710IlM X[t MRM ZH X[ A|ZHS AL SH= H-El AZEQ0f B MO E
FefLIC

EHI AL ©

X|ES AE FO
2N0j4 Ee Fet

0.5ng/L2! &2 5E2| 3270 =& PPCPO]| Cist A3 2| at Hat
=11 [e]

| 202 MS L.

H
b

0z
ne




us

AlE Mz

U PPCPL| &= HEESE(EPA
2 16942 3271 3teHE 3 o|Foj|
HIE 2 2HEH)2 Sigma
(Sigma-Aldrich, St. Louis, MO)0i| A
TSI ELICH A EFEEL
0.1ng/L ~ 1,000ng/Ls= H2[0f| A
Milli-Q 22 MX2| stASLICH S
T 2O CHE ZoilM Mot X| E4
(AMZ 2A 3 3A)2F St K 2| A 0] A
AEsH 3 A2 (MR 4A)S Z8tst=
37bX| CHot £X| E A& F9
PPCPE HZF 2MSIASLICL

AN&E JMNE= 2 Az 2FAS
0.22mm2| HE{0|| SAIAH AR
HHO|ZZ O utsh= apEe =
THERSLICE 2 F BME

2?8l LC/MS/MS A|AEIN| 40uLE
Y FUSIAELICE =4 Het
ZEo|M MRME AHESI PPCPE
AESIASLICL

LC/MS/MS

Agilent Jet Stream(AJS) 0|25}210|
A=l Agilent 6495 Triple
Quadrupole & 2447|227
Agilent 1290 Infinity Il UHPLC

A ABIE 08310 UHPLC-MS/MS

2X2 susiaLICH
21 9 E9f

= A& Z°| PPCPO]| CHgt A&t
LC/MS/MS &M

HMA2|st PPCP BZEE S ALY
UHPLC/MS/MS 2A1= o] Cigt %7

X HM3tE TEstFSLICHL a7 12
20ng/LOllA| 2 &2| MEHEI 327tX|
PPCP2| 2H2|0|El MRM
SZE0IEJMES H{EL|CL CHEE
SHEtE2 A2 5% 810] 0.5ng/L9
S22 459 4+ ASLICH

H 1. Agilent Jet Stream A7} ZXHE Agilent 6495 Triple Quadrupole LC/MS

HUEIA RE Y RS 250°C % 16L/2
227 4 40psi

Sheath 7tA 2E 8l /& 400°C ¥ 121/
ez Met 3kV(¥)/3kV(S)

H 2. Agilent 1290 Infinity UHPLC =%

ks

=]
i=}
il
4
=
m

= Agilent ZORBAX Eclipse Plus RRHD C18, 2.1 x 50mm
ZE 2: 60°C
Foy 40pL
s AR FYUI| R 4°C
LIE M 152(80% MEOH/20% water)
o|s4& A) Water(0.03% formic acid)
B) Acetonitrile
5 0.5mL/2
201 2 C|HE ANZHE)  %B
EBM=Z=18) 0.0 15
0.5 15
6.0 60
6.1 100
6.4 100
6.5 15
x10°
2.6
2.4
224
2.0
184
164
£ 144
38124
1.04
0.8
0.6
0.4
"] k AA J&
0J A
05 10 15 20 25 30 35 40 45 50 55 60

Acquisition time (min)

2! 1. Agilent 6495 QQQ LC/MSOIA 2418+ 20ng/L EEES 40mL FUHS mf Y PPCP2
QH{2||0|E MRM 2 2OIED R M3 2 62 LYol 2= =[ASLICH



DLEZE 222 PPCP MRM
MO|(transition)= 5ms2| £ A|Zt

. o x10°
(dwell time) 2} H| @8 0.5ms2| £H A
ANZIOE AZES £ QU M 242 1.0+ Peak area at 0.5 ms 088
3‘.|_+_2|‘E| =] |—| L_-l'_ a2l 2= _$_|X—'||§|'E,_| Peak area at 5.0 ms
MRM 7t 1|91 ALR 301 2723t 57 0| 2782580 " osme
AlZt(dwell time)O| 0.5ms2t 5.0ms &
il venlafaxine % carbamazepine| 2064
QH|0|El MRM I 2OtEIRMS 3
HOo{ELICE O3 29| Hlo|HE &5F
NZH(dwell time)o| BS 1} 0|2 L5 ™
FX|5t7| 28 MESt MRM 2t X[
AZtALEL ERdS HHFLICL 027
2 £0| OE Y HQIMEE e ‘
(PPCPs) BMo| Mzt ol Ml 15 16 17 A t ] ( ) : 3 24
CqUISI ion time (min
PPCPe| M=ot YT &= 0.5ng/L ~ X108
1 000ng/L°I S HO|0| A 61 B
Yot &LCt Peak area at 0.5 ms _ 084
5| Peakareaat5.0ms o — 50ms
12 32 %20 5ng/Lo| S B3t Y1 o 1o — 05ms
(LLOQ)RE] &2 Tug/L| A|c] F2t o
otA|(ULOQ) Heloll &38t= Z|CH 11712 P
BESE -Z—EE 718t diclofenac : .
(80|2 2E) U venlafaxine(0|2 ©
DE)of| chet A EEO 2o FL|C 2
et ot UL = 2 +=F0M 102
HE FUS Sl 71|”0f°“’“|—|':f 1
FOot 24 HUE(LLOQOIA RSD%
<10%) U T HSE(85 ~ 112%)7} 0-
golz|ASLIC 27 28 29 30 31 . 34 35
Acquisition time (mln)
gl 2, jt|’“§f5| MRM 2t X|&H AlZHS AFESH JF AlZH(dwell time)O| 0.5ms &
5.0ms¥ mf venlafaxine(A) % carbamazepine(B)(100 ng/L)2| 2EHz2{|0|El MRM
I20IETHY
108 v
A 1 B
557 Diclofenac 1.84 Venlafaxine
50 y=546.946323"x — 34.491767 7y =136438.173667"x — 15563.567037
45 R?=0.99954397 167 R?=099762610
4.0 144
9351 o o121 oH
£30 21.0-
o o 7
8251 2 0.8 N
=20 NH & |
15 o OH °%
104 0 041
05 0.2 0
0 01
054 -0.24

0 100 200 300 400 500 600 700 800 900 1,000
Concentration (ng/mL)

0 50 100 150 200 250 300 350 400 450 500 550
Concentration (ng/mL)

02l 3. g et gl nj3 J9 RSDO| sl WISt 29| diclofenac(20|2 2 E) U venlafaxine(¥0|2 Z=)0f st 2k E2



T2 4= 0] A0{M 0.5ng/LE
LIt & 7kX| PPCP 0f|2] 2tHz{|o| &l
MRM ZZ0IETJ#Z H{FEL|CL.
EMEEAM = ng/L SE9
atrazine(4A) % diltiazem(4B)2|
0|2 Y HM 0|2 250l CHaf
HHN A= ZS(RSD% <10%)0|
A ASLICH

x10°
2.44

2.2
2.0
1.8
1.6

w144

E

312

(8]

1.04
0.8
0.6
0.4
0.2

04

1.3
1.2
1.14
1.0+
0.9
0.8
2
S0.74
Q
< 0.6
0.5
0.4+
0.3
0.2

A
Atrazine
10 replicate injections Quant.: 216.1 = 174.1
0.5 ng/L Qual.: 216.1 - 146.0
RSD = 6.5 % (Quant)
IDL=0.10 ng/L I\ x10?
0.1 ng/L
T T T T T T T T

33 34 35 3.6 3.7 38 39 4.0

Acquisition time (min)
B
Diltiazem
10 replicate injections Quant.: 415.2 - 178.1
0.5 ng/L Qual.: 415.2 - 150.0
RSD = 8.1 % (Quant)

x10?

IDL=0.12 ng/L

0.1 ng/L

5
4
3
2
1
0

0.1+
U;
T T T T T T T T T T T T T T
235 240 245 250 255 260 265 270 275 280 285 290 295 3.00
Acquisition time (min)
32 4. 0.5ng/L +=Z0|A 103] 2= =AM M atrazine(A) L diltiazem(B)2| 220 El MRM
JZ0IETH



X HES AR 2| PPCP 2324 Hlo|E = 2Ast 37kX| 2 Al =0l CHSt
T2l 5= 0] G0 A ATHBH Ctefst PPCP Z20HYU S HO{FLCE,
UHPLG/MS /N s 0| HIO|E{E AMZS0] X|E4 22
UHPLC/MS/MS 2AMHZ ALE5H0 ol xS MEL 7°|_ A % ;mo':'—
37kx| x| B4 A2 248t PPCP gas stk 8 Mg
e o ==
A32ld ZWE HoiFLCE 22 5o REES RUHHZE S AUSUN
B Water sample 2A
W Water sample 3A
Water sample 4A
1,000
900
800
__ 700
-
>
2 600
c
=]
5 500
£
3 400 S
o
]
300 ]
200 ]
100 ]
0 .L.-.I.L. i BN NN I U I N I Ll —a b
QQQQ:QQ'QQ\&‘%&\Q Q\o“&& &«& é\*é>°@o®§<@&§®°\é@°_ ?;\/Q'@'b@(\z \&e‘\@é,\“\ 0015\\& z@io\"&'\ \6}«\: @(\%Q@\& i‘\.\&é‘o\& rz}&i’b@%@&\%&&*\o éé\@;o‘&{\ {z;\é‘%??
. Qo A Qo QO N NP 3 N g >
& T P @I T EFITETTE T EFS L FE T T O T IS
&S NI N S & SRS R S <&
NS NS < & & N
Q‘i" P R
32 5. 37X XIE4 A|Z0f| st PPCP A32[d 21t Q9
<102 Water sample 2A x103 Water sample 3A <100 Water sample 4A
6.0 24012 > 184 Bupropion 187 24012 > 184 ) 0] 240125184 )
55/ 24012 = 166 Not detected 1.6 240.12 = 166 Bupropion 7| 24012 - 166 Bupropion
5.0- 1.4 ~08 ng/L 254 ~0.7 ng/L
E 4'5’w £20;
> =}
3 409 815
3'57\//\"/\'\/—/\/\\»/"\_/.\,/\/
3.0 1.01
25 0.5
140 145 150 155 160 1.65 1.70 1.75 1.80 140 145 150 155 160 165 170 1.75 180 140 145 150 155 160 165 170 1.75 180
Acquisition time (min) Acquisition time (min) Acquisition time (min)
4
ﬂg, x10° <106
g 25602211 B 5] 256.02 - 211 256.02 - 211 N
1 256.02 > 74 Lamotrigine 256.02 > 74 Lamotrigine 1.0 256.02 > 74 Lamotrigine
74 ~68 ng/L 4] - ~924 ng/L
423 ng/L
64 0.8-
2 5| 23] e
5 . 5 S06
3 1 S 24 8
3 0.4-
]2 14 0.24
0 0 0
04 05 06 07 08 09 10 04 05 06 07 08 09 10 04 05 06 07 08 09 10
Acquisition time (min) Acquisition time (min) Acquisition time (min)
0% 6. 2M% X|E4 A|Z0|A BEE 271X PPCPE| MRM 2 Z20HE I off



28

AZtS AHESHO]
AlZH(dwell
time)S AFR3 £ UUD, EM2E

r

uz

CH22F ZQI(LVI), UHPLC, BS MRM
=X A ZHdwell time)2 &HH ALl
2 LHof| 327tX|9] 2E PPCPE =2
Me|Zo2 M £ AL, X FES
20| ZQot Nl 2 Y

SHAE E5E = AASLIL

rL"i

A

e
O A0l M 2 8H= S T
UHPLC/MS/MS 2M#= A+E5HH
=M4=F2 ”*% Alztol BEI SPE

AE %§ 8l0] &2 Y garot

HUTS HIEOR 2 AR B9 ES
&0|2/50|2 ZE0|M 0| 28tE|=
SE PPCP £ &8t A32|d
g 2 AFLIC

I-> mjo Oi

www.agilent.com/chem
O] E= ArH 1Xx| glo] HEE == AFLICH
© Agilent Technologies, Inc., 2016

2016'A 122 232, St=0i A 212
5991-7299K0

HEM Q.MQ SHATHE 98, 2 ﬂ':'e“él 4% 2)04418

-7'-7” I3 41“51 080- 004 5090 www.agilent.co.kr

Agilent Technologies



