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Supel™ QuE Z-Sep, Z-Sep+ DFFH & IEBERRED(THEH
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BEEINVIN—T D50 PAH 2D & 9

Supel™ QUE Z-Sep (QUECHERS %) &K U SPB®-608 v 51— GC H 5 L& BN et

#®s
ZEERERILKE PAH) 1&2 DU EOBEEBANEE LAY
DIEFR T, BKMET. BEMHAAREMBET ST LIk, RIB
FRETICTEFELTVET, #EaFIc 5 DU LEDRAEBTHHD
IFEARDORREGEDTENEZL BHOAEPEEREDH S
DEHEEOH>TVET |,

A1)V TR & BRI & ik L f=FFIC PAH 38HOVERL
LAICAELET % KE T, IBE PAHEBEE ST RADEEICE
TEHHARSAVEHIE-AN L BUNES (EU) Tld 2011 I
38 835/2011 A EHRT N, AT REBTOEEEBEHATESHSNEL
feo AR LTEADBARHFRLN)UIE. RNV [al EL>ELTS
ugkg. XV @ ELY RV @ T XY [b] 7
WASYTUHEIUY D 478D PAH EEHETET 30 ug/kg
EEHONTVET S,

PAH £BIZERAKME D8, I\ IN—T DAD L SITAERRDZ GRS
ST AL ERICEEDT Ny REHMET A SRV E
o GCMS D AW SIEE. BBIFIDDZW M w7 A FFEAL
PAHT L EHESET CIGGEES B TLEVE T, &dapnE/ Y
772y a3 NUEL GCHT LPEHERDFRZERIFETH 1>
Ly b S A F— DB DEREISBAT EE A, TDTetb. GC O
EITDICIEER OBEN B E T T T, (EROBEAEICIE 7
JVRFEAOR N T T 14— (GPO) . UAT IV 7)VZF Florisil®
EaEALDBET 555N D Y ET, AFRE TlE R (Quick). &
5 (Basy). 22 (Cheap). 1R (Effective). 2BH 5 < (Rugged)
H D% (Safe) 75" QUEChERS “HiEAEES T BEE/ >/ \—F DA
D5 28 18D PAH faA M L. /BRI T 2R A A EERREL T L
HEBEOBEIE. FTLOWRERI TH S AT IUCY )L a2 7 &S
BT Z-Sep B LU Z-Sep+ HEGHIEDFER # BN TITVE
LTe. DFICiE. FvES =D L SPB-608 &RV TRIRM 4>
E—F (SIM) TGCMSIZE>THAMLE Lz, 2DAZT LldE N>
Vbl [l BEO K] 2V T T o EEGEEDEMRD D EEIC
REFBIRMEEIERABLTOET, REHDECEOHEVEDAEA
WBTET. REMF LD oo md LE Lz

=R

INVIN=TF&T)IVTT DIV VE TR ek, D <HE.
PAH D EEYZ 100 ng/g DEIGTARMLE Lc, TDHBF T4
L -ds. ZIVA ST -co BERONRY LY -dp BEGHERIZZAE
BREMAE LI 10 9% COREMER 1ITRLUICHE & B
DFIECHLE Uz, mAagics 7t b Z bV AaERLE Lz
THUE. 7 b= U)UH PAH SO DERLEBBIIA< b Y
2 ZADHHDR/AMED/INT Y ADMBN TV ST T, BRI
D 4 FBOREFETHMMELE L (1) Z-Sep+. 500 mg. (2) Z-Sep+/
PSA. 500 mg/400 mg. (3) Z-Sep. 500 mg H&T (4) PSA/C18. 400
mg/150 mgs
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Katherine K. Stenerson, Principal Scientist katherine.stenerson@sial.com

PAH ZBICLDITHRMLIE/ A\ N\—=7&8R 3 DERMLTUVELS
D1 DEZTNTN ATEDIBRECRIEL E LT, GOU/MS DHEHER
AFVE=F (IM) T R2ITRIFEHTEBLE LT, ERIET T
b= VS TR IcARIRERRE BN TITVELTS

&’ BEE/N\N\—T DR - FERFIE
50 ML=k E (55248-U) |5 gDHRARIZINZ S,

5 mLKZENATEILT B,

25 mLD7t = FJ)b&, Supel QUE non-buffered tube 1

(55294-U) O E%EINZ. 553 RiRED,

3,200 rpmicC5 o7 /O Bl I T,

RO EiEH3 mUZERsRAICHEL., 19/RES L.
3,400 rpmiT T35 RO BN TS,

1 mLD EEHE ST B,
GC-MSTHRICHET B,

]2 GC-MS DIgtE

SPB-608, 20 m x 0.18 mm I.D., 0.18 um

265 °C

60 °C (1 min), 25 °C/min to 275 °C, 10 °C/min to 300 °C (13 min)
1.5 mL/min constant

column:
inj. temp.:
oven:
flow rate:
injection: 1 L, splitless (1 min)
liner: 4 mm FocusLiner™ w/taper
ms tune: ATUNE
ms temps.: quads = 160 °C, source = 240 °C, transfer line = 300 °C
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INSDEZEZLFIKTETRDE LTz, BRSD 1EIFEAEDHZE
10 K& C. SEOMEEDBIRENMEN TS EARENEL
1o MBI CRBDEIUNENMESNIZDIL, Z-Sep TDIBRTL T
EL > LD PAH Tl Z-Sep+ ZlELidE T3 C18 EESGIRER|
AR RRICENEMES EY £ LTz, Z-Sep I&V)VOAZT %
BEETERYUATIL UATIVOFREICYIVIZT) THo T
C18 Z 2 BATVELDITH L. Z-Sep+ (& A5 IWCDILa=
7E Q8 EMmARFE LIEEDTTY,
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FLfe. chlck | RIIDNEIFETH LT T2 LY -ds DAIERE
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NCOEMEFZEDEECEE LT

PAH #5% 100 ng/g DEIETHM LIRS/ \>/1\—7 D GC-MS/SIM 7347, Z-Sep #5844

1. Naphthalene 15. Fluoranthene
2. 2-Methylnaphthalene 16. Pyrene
3. 1-Methylnaphthalene 17. Retene
4. Biphenyl 18. Benzo[a]anthracene
5. 2,6-Dimethylnaphthalene 19. Chrysene and Triphenylene
6. Acenaphthylene 20. Benzo[blfluoranthene
7. Acenaphthene 21. Benzo[k]fluoranthene
8. 2,3,5-Trimethylnaphthalene 22. Benzoljlfluoranthene
9. Fluorene 23. Benzo[e]pyrene
10. Dibenzothiophene 24. Benzo[alpyrene
11. Phenanthrene 25. Perylene-d,, (I.S.)
12. Anthracene 26. Perylene
13. 1-Methylphenanthrene 27. Indenol1,2,3-cd]pyrene
14. Fluoranthene-d,, (1.S.) 28. Dibenz[a,h]anthracene
29. Benzolg,h,ilperylene
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B3 BEN\VN-THSDFH PAH BINE, Bi5HWMERTHREREE. FMLNL 100 ng/g
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W Z-Sep+/PSA

PSA/C18

120%

100%

80%

% Recovery

60%
40%

20%

QUEChERS J&Id, BEE/ N/ \—T DEIHS PAH ZHItH T 2 DITZhR
ICEERTEER LT, B TR 4 IBULOFEREZSG PAHICE
WL C18 ZECIRERITIE. EINEMEL. (18 283 EH WYL
ZTHERYINTIVCH D Z-Sep TIFTFHEINELARDE GV E
LTze &Tel Z-Sep T GCMS D/ 7 7 50> RHMELBHERNMG
SN&E LT, SPB-608 715 LIEERMA E L 1HEEFRVLTINT
DEEREDETCER LIz, BLAZ LDY A XHNE N,
GC A 20 DFRBCRT LE LT
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e Featured Products

Description Cat. No.

Supel™ QUE QUECHhERS Products

Supel QuE Z-Sep Tube, 500 mg/12 mL, 50 ea 55403-U
Supel QUE Z-Sep+ Tube, 500 mg/12 mL, 50 ea 55296-U
Supel QuE Non-Buffered Tube 1, 12 mL, 50 ea 55294-U
Capillary GC Column

SPB-608, 20 m x 0.18 mm 1D, 0.18 ym BEVEDELEEL
Analytical Solvent

Acetonitrile CHROMASOLV®, gradient grade for HPLC 34851

EEY IV ECHELTVET!
THRLEOHIE BT 7 Z IV R—MET
TEL:03-5796-7330 FAX:03-5796-7355 E-mail : sialjpsp@sial.com
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IERD/OZ L7 1 Z0—|VOEEHE & (ERERE
7-Sep+ W& & AU ETALE (QUECHhERS &) & Ascentis® Express C18 LC-MS/MS IZ K204

Emily Barrey, Senior R&D Scientist; Olga Shimelis, Principal R&D Scientist;

Michael Halpenny, R&D Technician; and Jennifer Claus, Product Manager jennifer.claus@sial.com
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207 L7z Z0— ) VIEESERNLEWIEYE T AN BEAR
HEMDERMEE DD >THY . E SOESNAE TH S RTREN
EHVET, INSOREEIH S, BEDEDPIE R EHY D
IO L7 T ZO—)VOEBIFEIEEINE LT, S TIXTDIMEY
BOHFAEFTOTIN REERLEETIXIRELGS TDERBHELEC
AFHERETH B LERSIC. BRPDLZLEZREL NI ULRHENT
WEBA |, LTEB 2T BROESERE A< N w7 Zthdo O
LTI O )VDERBEESREN DERE CHIHLEZ2—7
BOMFEDREEENTVET,

QUECHERS 7% GIUR, B 5. 2l $hERM. KOV Z L TEL) 14,
FRAEBEDDITNRYESCIC< M w7 T B RADEE
FESRITHEY DOHYET T, ARETIE. YOS LT 2O/
DRI B, #IED QUEChERS DIRERIZ BT TSR O
BTV DRRYIODEINE, BIRES KUA A R A LR
L&l

EER

ARICENESEL. 1 gDERZ ImML D7 =ML T
H L ROTERERIRE S LEODBELE LTz, BEHEERY., ¥
% 90 uL A, ZNZ1 500 mg D Z-Sep+. Z-Sep. C18 &AL
BN RUFUUEE BEARENGELERELE L, XRWT
FRERE S LimbnLizdb, 8 mL D EEHEFZEE L, KIC
BaRLE Ll

03 ppb 1752 & A0 L el & AN L T LR W iR 45 5
BRLULEBLE L INTOEHZ 8BFILY AT L—
A F1E (ES) ZFAWLT LCMS/MS THOMTLE LTc, T D& D=
B BERIESREREAVNT BEUICR M) v 7 ADFE %
SNTTBIeDI MW I ARwF 7 EERNTEEILLE LT,

7R

1laH LT bl WMEFIC L BEBERDBREDENERLTVET,
1a Tld. MHERIFEE T, Z-Sep+. C18 HXU Z-Sep DI NTH
ITEDT M)y ADSBREMRINRELIZCEHDDVET,
1b & BRALER =BV T ICHE LiesER Tld. BRIAYED
EMBEECBTEARLTVET, TOLDITHELHET 50
RBLUICEMPOEKT M w7 ARDEBRET BT

QUEChERS lEEIZBLNS T EHARBIR T,
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21 MY I AR v F U JIEERE BWNHE EARRIER
HERZE BTSSR TN TND. DTEHRYDEINNE & AT IRAER
Z (%RSD) LB LE LTz, KH 5D B LD, &G rO5
LTz Z0—)VEIRERIE, ANTAERLE O LA EE (97% 8)
IZhELIZ L L. TZ5—/\—TRENBELDIC, Z-Sep+ Tl
HONBERER LY OEREDSVERNMESNE LT

B2 MY IRRYFUIIEERZAVNRE
MR SRADEUNER L %RSD (n=4)

M Matrix Matched

AR E RV EED. 2

M Solvent Curve
160

% Recovery

Z-Sep+ c18
Cleanup Method

Z-Sep ACN

3lE FNTNORBEIEITR T 51 4 LR % . MEXTIRERD
SORETHRLTVET, QUEChERS I L 28R EITHRED D 1B
B 7NN UBHBISR LTI My O ZIEIABESMNCRE 5N
F9, Q8 BREEADIFEICT M) w7 AIBEHNESNE T, K 4 I,
03ng/g TOOTLT T ZO—)VERILEIEEND /O N
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E3 BAEHEDOSDREICKDI N Y I RAF ALRIR
6
=y * Solvent — Linear (Solvent)
g m Z-Sep+ — Linear (Z-Sep+) ) 4
257 s Linear (C18)
c = Z-Sep — Linear (Z-Sep) g
% 4 —| x NoCleanup — Linear (ACN) |~ P
£
g ZN
S Matrix
v Enhancement
32 | -
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£ Suppression
T /
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w
0 T T T T T 1
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Theoretical Concentration (ng/mL)

R4 LCMS/MSHHAA>7Ox by S A (XIO),
a) TEHEEPDs 0> L7 =0—)b (03 ng/g).
b) T EHHRRDAERIZAER (0.6 ng/g)

mobile phase:  (A) water; (B) acetonitrile
gradient:  15% B for 0.1 min, 15-80% in 1.9 min, held at 80% for 1.5 min,
80-15% in 0.5 min, at 15% for 3 min
flow rate: 0.5 mL/min
pressure: 190 bar
detector: MS/MS, ESI(+), MRM, 320.9/151.9, 326/157
injection: 10 pL
sample:  chloramphenicol or internal standard spiked at 0.3 ng/g in
shrimp extract
a)
b)
N\ onsamn A, A
I T T T T 1
0 2 4
Min
TV
o

705 L7 T Z0—)UIH LT QUECKERS BUDER aTILIEA & LC-
MS/MS Z BBV e BIRIED D ED DA AR LE LTz
QUEChERS JEIC K BB RN ERIZ BT L fead i, 74>
ARSI BENE > TEHEBDMBREECSHT EddH Y
FHA T LTIz, Z-Sep+ W& H)E ALY T QUEChERS | K288 1T
femE. FRTEBENERIMESN. Z-Sep HBWIL C18 ICKBHE
EBVEEE XY BIREDMENHERNMESNE LT, Fused-
Core® Ascentis® Express C18 /15 L& AW B G, BUORRB T+
BOREESRREENEONE L, INSDTEH 5. FiigkE
& H T 5 Supel ™ QUE Z-Sep+ & Fused-Core £, 2L T
LCMS/MS i EDEAHI LT TEFRDY/OZ LT =O—)b
I 2R CRREREEEREAS YT L,
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2. Lehotay, S. J. Quick, Easy, Cheap, Effective, Rugged and Safe (QUEChERS)
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e Featured Products

Description Cat. No.

Supel QUE QUEChERS Products

Empty Centrifuge Tube, 50 mL, 50 ea 55248-U
Z-Sep+ Cleanup Tube, 12 mL, 50 ea 55296-U
Z-Sep Cleanup Tube, 12 mL, 50 ea 55403-U
Discovery® DSC18, bulk sorbent, 200 g 52600-U
Ascentis Express HPLC Column

C18,5cmx 2.1 mm D, 2.7 um particles 53822-U
Analytical Solvents

Acetonitrile, LC-MS CHROMASOLV®, >99.9% 34967
Water, LC-MS CHROMASOLY, >99.9% 39253
Analytical Standards

Chloramphenicol, >98% C-0378
DL-threo-Chloramphenicol-d;, >97.0% 41724

e Related Products
Description Cat. No.

Supel QuE QUEChERS Products

Citrate Extraction Tube, 12 mL, 50 ea 55227-U
Acetate Extraction Tube, 12 mL, 50 ea 55234-U
7-Sep/C18 Cleanup Tube, 12 mL, 50 ea 55401-U
Ascentis Express HPLC Column

C18,3cmx 2.1 mm LD, 2.7 um particles 53802-U
C18,10cm x 2.1 mm |.D,, 2.7 um particles 53823-U
Vials

Certified Vial Kit, Low Adsorption (LA), 2 mL 29652-U

\EY TV ECHELTWET !
THRZBOAE BTV Z AT R—MET
TEL:03-5796-7330 FAX:03-5796-7355 E-mail : sialjpsp@sial.com
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Supel™ QuE Z-Sep+ ZERLIE—F vy Y NEZ— - A=V Z— VDT 75 b2 VDR

E—F v YN\ 2—HXU0O—V =)D T7 75 % HLOBEERREH] Supel QUE Z-Sep+ % ALY QUECHhERS 7% / 7383
EEHE (dSPE) CRIUIBEITUODIR LIRS, 1L/ 7 74 Z7 4 5 LER L TEHBREEVEASHR S BINEREE BN TE
FL1z

QUEChERS iEZERY BT LiTkh.
FIALEER 2 KIEICHIR L . ORI ENBE ZIRE T 5FEH AL LV ET,

J
Zabka—-iv
i
259 DA (E—Fww/\2—/2—>=—)b) & 100mL D7~ ZkJ)b:
7K (86:14) T3 NEIBREEEHHL. 18T 5, A/KRIT 50ng/g DT 7T+
> Gi. Bi. Ga B, Z 7510,
3 r -7 -_— — S ] W
QUEChERS % AL/T 74T 145 LTORHE
ST EREIEI B (dSPE) TOFEEH R E 7S Z )L B E IR RIRK (51 95)
HHIRIC 1%IC75 5 K S F B & A0 L. Z-Sep+300mg THERL AL/ T 74274737 LT 18mLA— R,
EFRMET )L = 300mg BA DTz 2mlL DELEITINA K20mML TAHZLZ )AL7ML TAaH LTz,
1 DEPRE L. =O0HE, BT 28 7 Z bV EERESREBEL. 72k
Z LK (84:16) TmL TERA,
QuEChERS &l . /
gV)=2T v TH
BTHE!
rTFA TOFEEHIL )
7B 200ul % SmL D IS/NA T )UICHE L, 880 uL DFFEMA(LAEZE (K
TFA: ErEg /70:20:10) ZAIIL CRE LRIGE B fo, FEM&K bz 65°CT 97
BTN HPLC D DRI CERE TR Y,
J
\
rHPLC o )
column: Discovery® C18, 15 cm x 4.6 mm, 5 um
flow rate: 2.0 mL/min temp.: 35°C det.: 360/440 nm FL injection: 99 uL )
COF7 ) r—avTfERALEER
S Cat. No. fiit& (¥)
Supel QUE Z-Sep+ FtE#| 20g 55299-U 40,200 e st
Y7L = FFRIER] 100g 57208 13,700 - e o s
Discovery C18,15cm x 4.6 mm, 5 um 504955 65,100 R
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Supel™ QuE Z-Sep+ (&
AL T 74T 4 Hh5 LENBEBGUVERR L EIRE
RUALVEEEF R D AIER RO AT BEIC

EIVES
E—FY\z2— O—>=—)b
TIThFVY €] B1 G2 B2 G1 B1 G2 B2
QUEChERS (n=3) 91% (11) 88% (1) 91% (1) 88% (1) 91% (2) 93% (1) 104% (1) 91% (1)
ALST T4 T+ 87% (2) 95% (3) 93% (3) 93% (6) 102% (4) 98% (4) 99% (4) 100% (3)
QUEChERSE
B;

FLU

E—Fwvwi5—

0 2

4

6 8

Time (min)

AL TIA =5+

FLU

B,

10 12

E—Fvw/5—

0 2

4

6 8

Time (min)
HEEDSR

4 6
Time (min)

8 10

TIShFIURAANFDIVDRICEIT B T—7 TSR o B mD
TRAPT ) r— &2 BELTVET,
BADOAEEFEDAHTERERRIC DU TIE http://www.sigmaaldrich.com/myco-jp
HTETEL,
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7 RH FhDBREERESRICHITRIEEICKZHEDER
Supel ™ QUE Z-Sep+ QUEChERS &5 KU SLB®-5ms GC Column Z1#>7C

TRARE BRICRUVIIRZ LIS TR Ml E2 2B LU
IRTIDELFENTVDTH EICRWEEDNTVE T, K
ElicHIF 27 RANEEEIL EA BAELSICERITEMNLT
WET | 7RDNDIEIFEERIEER 10 ~ 15% T ZDIHi%EE
BEOOFERFTEL LTOVWET, Y2 7 IWmtbh SEeRhZ iR
ELGVWERBERFANS<EY. GCHLU LC VAT LHVEREN
£

QUEChERS (Quick. Easy. Cheap. Effective. Rugged. Safe DIEXZF)
EIE RICERDIRE R E DO PAER DT EE LTEL
FERETNTVEY Y MR T Y T TET7 = M J)LE MgSOs &
AWBIRIRERAVE T, T0&R V-7 v TELTHEE
SPE (dSPE) L@ B&E 1TV D LET, 71— 7 v TRORK
EHE LTI T OTIERIDZEIF 5N E T

*PSA (B 1#&~BE28/T7 =)

WHEDER, S LUBEBOMRER
ST ND—R VTSV Y

JO07 14 )VEXOAHOT /A REDRER
+C18:

BEEH LUIHRER D DRRER
IJIaZ=7:

BEE R D DBRER

Supel QUE Z-Sep+ DFEENLO & DD AR FIc (18 £¥/)L 3
ZT7HMEELTVEY, Q8 ISBKEEE/ER TR S &R T 5D
IS L 2IVAZTIRIVA ABELTERL. £/ 7 UL RELU
27 RRDKEE (-OH) EDOLSBEEFHEEEET HLEW
w5 EDIFRIFLET,

RER

7R A RO S DRBARREZNZFRIT DT, Z-Sep+ & PSA/C18
D2BDY )7y TRER &L LTz, RS E
EO=2 T THECOWTRNICEEDET e, BEERML
febMD [BKERRAARMEERZEODESY T 20 ng/g) EFMLED >
febDEZNZNEREINIELE Lz, HEMIEITNTAEEA
(LV) ZFAWT GC-MS (SIM E—FR) TEEDHTLE L, F2I13.

R )Y I AR F 2 THEEERR CIRE LI BRIEMGR 2 BN TTWL
EJOYrN

®1 BEHESSLOIV—2T VT HE

1. HELE7RAR 3g %, 50 mL D& (Cat. No. 55248-U) (CF5

. 7RIV 25 mL FIIRL 1 DB 5.

. Acetate Extraction Tube (Cat. No. 55234-U) A 1A 1 DEHIET 2.

. BT IV 5 DRBRODEET B

. 524 DB 3 mL % Z-Sep+ Cleanup Tube (Cat. No. 55296-U) [c#5 L
T HEEORODHL. ZDLEER 1 mL & GC HtfF/N\A 71U,

6. 524 DE%EFH 3 mL Z PSA/C18 Cleanup Tube (Cat. No. 55229-U) (%

LT, B mODBEL. ZD & 1 mL & GC DHF/N\A 7 )W,

o~ w N

HERLER

EWPEF -3

7-Sep+ AWV U =27y T LIcmEMO A EHNELE-T
WELZ (B 1), ThUE. Z-Sep+ DA PSA/C18 KD HZ DR
ERELTWATEAERLTVWE T, Xfe EBMHITER>TEX MY
9 ARBDBEEAITET BHlcsd. W DOHDIMEIIC DN ES
IFETVELIZ (B2, 7)—>7 v Ta{ThiEhsfet > 7Ib
ICDOWTCERLTHYET, KH 5. Z-Sep+ WEHZBNTT ) —
V7w T LIHED A REET kw7 ARB D IENT
EDHET,

B 1 Avocado Extracts [ 2 Amount of Matrix Residue Remaining
after Cleanup.

0.018

0016 - _
Average from 3 Replicates
0014 -
0012
001
0.008 -

0.006 -

Residue Weight (g)

0.004 -

0.002 -

S

0 -

None PSA/C18 Z-Sep+
Cleanup Sorbent
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REENRE

BT —2ZBHTEDLOIT BERMILIY > FIVERML
Eh oy TV TN T NEBEINITLE Lfc, REZRETE
BEDTMSIEIM E—RTHVWE LT BEAETNTDEEIC
DWW, BINET —421d Z-Sep+ DAL EL BIEELHENTVE
L7z (B 3), PSA/CI8 ) =277y TH DM Cld. HiEDRE
IEDWTCEINET —42MGoNE AT LI, ThUd 7L<
b I AN FREL TV fe® T,

B3 AFoEIEEELY (n=3)

A F5 74—

TECIT. Z-Sep+ THREE L fzimH¥ndH KO PSA/C18 THER L =3t
MDD GCMS (ZIVRAF v ) 7O M/ S LERLET (K4),
Z-Sep+ VO NS LDABRR M) w7 AHEHRE L DBEWNT &
DD E T, Z-Sep+ 1&. lEEEBGBRBTDEEDDIFTDER
ICBWTETHENTVERT,, AELGI N v I XEKVEZRE
B, BIDOYWEDENELASEIET,

4 GC-MS Chromatograms (same y-axis)

150
140
130
120
110
100

90

m PSA/C18 Cleanup
A Z-Sep+ Cleanup

% Recovery

oo bbby
60 . |
40 *

column:
oven:

inj. temp.:
detector:
carrier gas:
injection:

liner:

SLB-5ms, 20 m x 0.18 mm 1.D., 0.36 pm (28576-U)

70 °C (2 min), 15 °C/min to 325 °C (5 min)

Programmed, 60 °C (0.28 min), 600 °C/min to 325 °C (5 min)

MS (SIM mode)

helium, T mL/min constant

10 pL LVI, PTV solvent vent, rapid injection speed; split vent flow:
100 mL/min (5 psi) until 0.28 min, 60 mL/min at 2.78 min

4 mm LD, split type, wool packed FocusLiner™ with

Pesticides

Featured and Related Products

Description Qty. Cat. No.
Supel QUE QUEChERS Products

Acetate Extraction Tube, 12 mL 50 55234-U
Citrate Extraction Tube, 12 mL 50 55227-U
Citrate/Sodium Bicarbonate Extraction Tube, 12 mL 50 55237-U
Z-Sep+ Cleanup Tube, 12 mL 50 55296-U
PSA/C18/ENVI-Carb™ Cleanup Tube, 12 mL 50 55286-U
PSA/C18 Cleanup Tube, 12 mL 50 55229-U
PSA/ENVI-Carb Cleanup Tube 1, 12 mL 50 55230-U
PSA/ENVI-Carb Cleanup Tube 2, 12 mL 50 55233-U
PSA Cleanup Tube, 12 mL 50 55228-U
Empty Centrifuge Tube, 50 mL 50 55248-U
SLB®-5ms Capillary GC Columns

30mx025mm D, 0.25 um 1 28471-U
30mx 025 mm 1D, 0.50 um 1 28473-U
20mx0.18 mm 1D, 0.18 pm 1 28564-U
20mx0.18 mm I.D,, 0.36 um 1 28576-U
Analytical Solvents

Acetonitrile, for pesticide residue analysis 34481

single taper design

Z-Sep+ Cleanup

T T T T T T T 1
12 14 16 18 20 22 24
Time (min)

PSA/C18 Cleanup

I A A

12 14 16 18 20 22 24
Time (min)

\EY VIV ETRELTVET!
CHERLEDAE. BT 7 Z IV R—FET
TEL:03-5796-7330 FAX:03-5796-7355 E-mail: sialjpsp@sial.com

sigma-aldrich.com/food
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FOBRPDERDRRICEIBI NI Y I RINY 7T 507 FDRD

HLUEINRDSE

REDREDIFICBIE EEBICE > TERGRRIFIECT, ek
ZISBHIERREEDZE. Z<OETEANEL CHRENTWL
5LDD. STHEHERIENFITEL NV TREETNATEDHYE
9 BMIERR. ELAOA FRO& SEFHEREIL, £HANT
RERRHEIBH CBTE T H1cth. BRFRICTRB L TV 2 RREIEL B Y E T

WS BREHMINT HIREDHE CIIBRAREZEAT HEN
HBfcs. TDRR BELBDREEIEH ) v 7 AL —HElC
HEENET, ZDfesd VO NI 57T 4 —DIENC, AE K -
ROEC. B (SPE). 7 ILRBE VA NI ST 14— (GPO) &
UMy 7 AERRDE (MSPD) % EDEINZEE>TT > TILDY
V=T v TRITSBHDIET

QUuEChERS V1) —>7 v 7 FiEH]

Quick. Easy. Cheap. Effective. Rugged. Safe DEEX F % & > 1z
QUECHERS JEl&. 4R, FREBREDDINORIIRS LT R, Fx
BLUBBEDOT M) v 7 ADHES LUOBHICEALLNDED
O TEELRE Y MR Ty T TRT7 2N Z bV EBREE<
R LEBWSEINRZBWE T, BBRIE. UTDOLS%5FE
Bl& AUz BIEY SPE (dSPE) T2 T LE Y,

PSA (B1E~F2/7ZV):
WEDEER, FESLUBREEDMRER
ch—K:
O07 41V XUAHOT /1 REDRER
«C18:
EEH LU D DR

BE. BETN v AT ESTICE PSA & 18 ZHEAHEHE T
EARALET S, Z-Sep+ (&HLWLI U —> 7w THEFERTH Y. g
P LU EREDRERICEREINIZEDTY, Supel™ QUE Z-Sep+
& OEDDVYARRICC8 EVIVAZTHIEELTWET, ¥
IWAZTIEIVA ABE L TERL. £/ UL RBRUOV T
FRDKEE (-OH) BEOL OGEFHEEEZE T 2LEaMZREL.

C18 &, BKHEE/EA ClRESEELET,

RER

COMZETIE FOBREFPDIRERFED GC-MS DTFIORERM 7
FRZEIC DT, Supel QUE Z-Sep+ AT BB R FEML £z,
PSA/C18 LB L KT, FDMEERICK K EoN 23 hERES K
UBSAEH) (BHER. EL hOA RE. Y7 T ZIVBACEIB LU
BRI H) BOFLELREY,

HWHAZESLCTU—277w THEE AOAC 7% 200701 ITEDWLNT
B INERICEEDELR, BEEFNERHEY > TV e
IR > T IV EZNZEEE L £ U, BERMIY > 7L
& HEMEREE TN TN 0ug/mL EBBESTENZNUILT
FRELUBE DDA, 50ng/g 1cEBEDCT Y TIUTHmLEL
feo

R MY IRy F oI RERR T TN TNDOFIERIT LT 10
ng/mL. 20 ng/mL. 40 ng/mL &K T 60 ng/mL THE L F Lz,
HE#E. GC-MS DAFICHE L. < M w7 Ry F 2 TR TR TR
BRI CEELE LT

Katherine K. Stenerson and Jennifer Claus jennifer.claus@sial.com

®1 BEHESSLOIV—2T VT HE

1. BB L4810 g & 50 mL 0@ 0E (Cat. No. 55248-U) (TN 5.
EETNNROBEIE. 10ug/mL DFILATRK 50uL ZINZ 5.

2. 7t b= k)L (Cat.No.34481) 25 mL EANZ. 1 DfERE ST %,

3. Acetate Extraction Tube (Cat. No. 55234-U) DA AINZ . 1 2fEiRE
595,

4. 5 DEBRODBET B,

5 EBHF3IMLAE. =27 v TF 12— Z-Sep+ Cleanup Tube (Cat.
No. 55296-U) &%\ & PSA/C18 Cleanup Tube (Cat. No. 55229-U) |79,

6. 1 DRSS Uiz, 3 DR ODEET 2,

7. #EYE GCMS ICEEEFAL THT 2,

EWPEF LT3

TIVAF 4 E— R THEMEDH L. Z-Sep+ HEU PSA/CI8 IC
KB =2T v T DRI THREBLTWA/IN\Y V75T R i
LEL ®1D, 7U—>7 v 7L TWEWERITIEEICRERERD
5B M)y I ZAREZEENETH. TSV T NOIRERIC
FOoTHELRDLE LG 30 DEISAHL TV B KERE—D
& ALR7A—)VERFEESNTOWEIHN 7 —2T7 v TTELL
BOLTWET 28D 0 =27 TH BT 5 & 7-Sep+ DS
MPSA/CI8 KV E/INY T TV REBEZR BT ENDDVE LT,

O+ ITST4—

INY DT Z0 REEROIER EER. SIM E— R TIT > e B3RN0
Yo TINDeAA>oaO< T T L (TIO) TH. Z-Sep+ K& PSA/
C8DHEDY ) =T THRICEZL DI M)y I AR >TWOEL
fe (®2), PSA/CI8 T —>2Tw T LIc > TILDAH < MW
JANBENE>EVESNE T, TNUXI VRV T 7 1 KT
IlL 44'-DDE. EXOZJV T R FI R ET M VERIUONILAR
) THEETY,

BEENE
KR2ITRLIEEDIC. WTNDT =27y T THEINKILEEET
BEND 70 ~ 120% OEFICNE Y E LIz %RSD TRENDH
WSO —>7 v A TEETC L Y7 ZIVTF EVHBEKU
44-DDE ZRR<IFE A EDEZEIT DT, Z-Sep+ DFFH PSA/C18
KUBLEEIREERLE LT,

]

LW —> 77w TFRIBEI T S Supel QUE Z-Sep+ K. FE <
MO RDY) =Ty FICBELTWAT EERT TENTEE
Ui, BIERPEL bOA NEBOK S FAMEDEERICH LT,

EUVEEAEEETEEN\Y T TSI REERNITHSE
BTEDNPHIVE LTz, TRET BEEED GC-MS/SIM BHFICDNT
. PSA/C18 kW) Z-Sep+ DADINY U T 50 REFBS L thHEH
DIEWEWSET KVEBNY ) =27 v TETH BT ED

GC-MS IV AF v 7= K> THHhUE LT
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# 2 Average Pesticide Recoveries from Beef Kidney Spiked

B 1 GC-MS full scan chromatograms of beef kidney at 50 ng/g, Average of n=3 with (%RSD)

extract (a) with no cleanup (b) PSA/C18 cleanup (c) Z-Sep+

cleanup. All are on the same Y-scale. Z-Sep + PSA/C18
column: SLB-5ms, 20 m x 0.18 mm |.D,, 0.36 um (28576-U) Diphenylamine 70 (1) 81 (1)
oven: 70°C (0.5 min), 25 °C/min to 125 °C, 10 °C/min to 200 °C, 5 °C/min Hexachlorobenzene 74 (1) 73(2)
t0 300 °C (1 min) ;
inj. temp: programmed, 60 °C (0.28 min), 600 °C/min to 325 °C (5 min) y-BHC (lindane) 81 (1) 77 (1)
detector: MS Endosulfan | 106 (5) 79 (4)
carrier gas: helium, 1 mL/min constant 44-DDE 71(2) 77.(2)
injection: 10 pL, PTV solvent vent, 100 mL/min vent flow at 0.28 min, 5 psi :
vent pressure Endosulfan I 108 (6) 73 (5)
liner: 4 mm I.D. FocusLiner™ with taper 4,4'-DDD 91 (3) 78 (1)
@) Endosulfan Sulfate 98 (4) 67 (4)
4,4'-DDT 83 (4) 74 (2)
Piperonyl Butoxide 91 (5) 86 (2)
Bifenthrin 101 (7) 82 (2)
Cyhalothrin 101 (6) 87 (13)
Permethrin 99 (7) 86 (2)
Cyfluthrin 110 (8) 93 (2)
IIIIIIIIIIIIIIIIIIIIIIIIII
10 20 30
(b) References

1. M. LeDoux, J. Chromatogr. A, 1218, 1021-1036 (2011).
2. S. Lehotay, K. Mastovska, J. of AOAC International, 88, 630-638 (2005).
3. AOAC Official Method 2007.01, Pesticide Residues in Foods by Acetonitrile
Extraction and Partitioning with Magnesium Sulfate.
4. S. Lehotay, Quick, Easy, Cheap, Effective, Rugged and Safe (QUEChERS) Approach
i for the Determination of Pesticide Residues. Proceedings AOAC Annual Meeting,
St. Louis, MO USA, 2004.
IIIIIIIIIIIIIIIIIIIIIIIIII
10 20 30 5. U.Koesukwiwat, S. Lehotay, K. Mastovska, K. Dorweiler, and N. Leepipatpiboon,
J. of Agricultural and Food Chemistry, 58, 5950-5958 (2010).
6. Pesticide Data Program Annual Summary, Calendar Year 2009, United States
Department of Agriculture, Agricultural Marketing Service, Science and
Technology Programs, May 2011.
The Pesticide Manual 13th Edition, C.D.S Tomlin, Ed. (The British Crop Protection

7.
J I ll | Council, Surrey, UK, 2003).

LI I B aFeaturedProducts
10 20 30

Min Description Cat. No.

Supel™ QuE QUEChERS Products

()

B 2 TICs of GC-MS/SIM Analysis of Pesticides at Empty Centrifuge Tube, 50 mL, 50 ea 55248-U
50 ng/g in Beef Kidney Extract, Cleaned Using Acetate Extraction Tube, 12 mL, 50 ea 55234-U
e Z-Sep+ Cleanup Tube, 12 mL, 50 ea 55296-U
Conditions same as figure 1. 1. Diphenylamine PSA/C18 Cleanup Tube, 12 mL, 50 ea 55229-U
(a) 1 . exachlorobenzene :
3. y-BHC SLB®-5ms Capillary GC Column
(b) 4. Endosulfan |
1 11 5. 44-DDE 20m x0.18 mm I.D, 0.36 pm 28576-U
6. Endosulfan Il Alivites] Sal
7. 44-DDD nalytical Solvent
8. Endosulfan sulfate Acetonitrile, for pesticide residue analysis 34481
> 5 7 9. 44-DDT
7 10. Piperonyl Butoxide
11. Bifenthrin
12. Cyhalothrin ‘|EY VIV ETAELTWET!
13. Permethrin (i ) . e — o o )
2 e iy THELOA BT I Z I R—ET
3 . TEL:03-5796-7330 FAX:03-5796-7355 E-mail : sialjpsp@sial.com
14
12 T \ \14
I l3 l h 1 Jl &
12 1
I T | T T T T T T T T T | T T T T T T T T T |
10 20 30
Min
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FLYIVRDOREZBNEDOR T COBRRE

FLY VDY) =27y FleB W BREH]E LT Supel QUE
Z-Sep/C18. PSA/C18 45 K T PSA QUECHERS %, BBERES LUE 5 LC-MS/MS MRM Transition Chromatograms of a Spiked
FEUREDRCHBLIET B, Z-Sep/CI8 I PSA &SGRz~ Orange Biractafter Z-Sep/C1a Cleanup

sample/matrix: 10 g of pureed oranges (homogenized with rind); spike at

FUEBRREICEN (IZI 3. %%@”Y${) E%{) L<EFENLE 50 ppb (add 16.75 pL of a custom-made pesticide mix, each
(B4 THHEDDOWE LI B5 DYOX NS L, Z-Sep/ mlytg atL30 ug/mt)‘ et y )
- ~ =7 e g <, Svaa~ = extraction: 10 mL acetonitrile; shake for 1 minute; add contents of a
CI8RERI TV ) =27y T UIRERIA LY DY > T Ivbh ot Supel QUE citrate extraction tube (55227-U); shake immediately
H LTz 38 TBDEED LC-MS/MS DGR TY ., TNSDIERN 5. for 1 minute; centrifuge at 3200 rpm for 5 minutes; transfer
A N - o 0.7 mL of the acetonitrile layer into a Supel QUE Z-Sep/C18

SUpel QuE Z-5ep/C18 IE PSAZBCRERORBLLTESTL cleanup tube (55284-U); shake for T minute; centrifuge at
N CE RTINS ABEEREENRETCE 5000 rpm for 5 minutes; transfer 0.2 mL of the supernatant

— N into an empty 1.5 mL centrifuge tube; add 0.2 mL of water;
BLEDIDIET centrifuge at 5000 rpm for 2 minutes

column: Ascentis Express C18,5 cm x 2.1 mm .D,, 2.7 um particles (53822-U)
mobile phase: (A) 10 MM ammonium acetate in water
(B) 10 mM ammonium acetate in acetonitrile
gradient: Hold at 30% B for 1 min; 30% to 80% B in 2 min; hold at 80% B
for 4 min; hold at 100% B for 3 min; hold at 30% B for 3 min
flow rate: 0.3 mL/min
pressure: 2730 psi
column temp.: 30°C
detector: MS/MS, ESI positive

3 Visual Comparison of Orange Extracts after Cleanup

1. Methomyl (0.60 min) 20. Quinalphos (7.23 min)

2. Trichlorfon (1.22 min) 21. Edifenphos (7.28 min)

3. Carbendazim (1.94 min) 22. Etrimfos (7.33 min)

4, Aldicarb (2.70 min) 23. Fenthion (7.34 min)

5. Parathion-methyl (5.87 min) 24. Fenitrothion (7.36 min)

6. Methabenzthiazuron (6.16 min) 25. Diazinon (7.37 min)

7. Naled (6.37 min) 26. Tolclofos (7.52 min)

8. Methidathion (6.38 min) 27. Phorate (7.53 min)

9. Clethodim (6.42 min) 28. Chlorpyrifos-methyl (7.67 min)
10. Phosmet (6.50 min) 29. EPN (7.68 min)

11. Ametryn (6.58 min) 30. Terbufos (8.14 min)

12. Sethoxydim (6.61 min) 31. Ethion (8.36 min)

13. Anilazine (6.78 min) 32. Lufenuron (8.40 min)

14. Fenhexamid (6.94 min) 33. Spiromesifen (8.74 min)

15. Mecarbam (7.00 min) 34. Octhilinone (8.74 min)

16. Oryzalin (7.06 min) 35. Pyraclostrobin (8.75 min)
17. Diflunezuron (7.18 min) 36. Carbophenothion (8.83 min)
18. Fenoxycarb (7.19 min) 37. Flufenoxuron (9.02 min)

19. Iprobenfos (7.21 min) 38. Fenpyroximate (9.10 min)

4 Average Recovery of Selected Pesticides from Spiked
Oranges (n=3)

140
u Z-Sep/C18
1201 mPSA/C18
" PSA ‘-,
100 |
> |
9 g0
g |
g
& 60
B
40 \
20 ‘
0 -
E v ¢ ¢ v £ o ¥ g £ ©w ¢ 2 2 £ £ @
§FE 5§35 25 Es 2 s g E g8 2 £
5 § ¢ = z R 3 £ £ ¢ £ % & 2 s ¥ 8§ 3
s & E T § ¢ 8§ & € £ g2 £ g ©° 2 2 =2
g £ < < 2 2 2 £ § £ 5 & £ 2 § %
] S El K 2 ] = 5 < A < @ A
s & = e v g z g = \
e a g = £ L o
8

r
Supel ™ QuE Z-Sep IZ & BB >V TIVDBRIZEE
Z-Sep \& BEE~BE~IEDOERBRELERELET,

ofange

Z-Sep+ C18 Z-Sep IS5 7-Sep/C18  PSA
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SEPE Crumin Estiacann Tupe 15

EPE PEA BFE Canup Tube |

—

QuEChERS ;&R dSPE CLEAN-UP TUBE

Bt / SH EAETAR CATNO. A% (¥)
Z-Sep Z-Sep:75mg 2mL 100 55411-U 19,800
Z-Sep - 500 mg 12mL 50 55403-U 17,900
Z-Sep+ Z-Sep+:75mg 2mL 100 55408-U 19,800
Z-Sep+:500 mg 12 mL 50 55296-U 17,900
Z-Sep/C18 Z-Sep:20mg C18:50mg 2mL 100 55284-U 19,800
Z-Sep:120mg C18:300 mg 12mL 50 55401-U 19,800
Z-5ep/MgSOq4 Z-Sep:50mg MgSO4:150 mg 2mL 100 55417-U 19,800
Z-Sep 300 mg MgSO4:900 mg 12mL 50 55407-U 19,800
Z-Sep+/MgSOs4 Z-Sep+:50mg MgSO;4: 150 mg 2mL 100 55414-U 19,800
Z-Sep+:300mg MgSQOa4:900 mg 12 mL 50 55406-U 19,800
St / 5HH AH CAT.NO. i (¥)
FEIEH
Z-Sep (20 1 m, 120 A, 350 m%/q) 209 55418-U 40,200
Z-Sep+ (50 u m, 70 A, 480 m?/g) 209 55299-U 40,200
EEE
50mL SERODBERIY T4 F1—7 GhHEMER) 50 55248-U 7,000

% __ . —
d

Z-SEP+ Z-SEP/C18 [EltEiHE ___ - |
TBLEDSH ofz Z-SEP+  Z-SEP/A1I8 DI BAT  DWNTHTE

Bt / FiH A CAT.NO. & (¥)
Z-Sep +

Z-Sep +:500 mg 30 118LOT#118J399 42,400
T A R 6mL
Z-SEP/C18

Z-sep (55418-U) 120mg & C18 (52600-U) 300mg D7 L/ K 30 118LOT#118J398 42,400
T A X 6mL

St / FF AEL CAT.NO. it (¥)
Z-Sep/HybridSPE-PL
HybridSPE-PL(Z-Sep):30mg /1) >4 X 1mlL 100 55261-U 29,800
200 55276-U 53,200
HybridSPE-PL(Z-Sep) : 500 mg /1) >/ X 16mL 30 55267-U 40,000

sigma-aldrich.com/food




Z-Sep, Z-Sep+ DE(ET > TV %
CHELTWLET!

(MIZ S, BERA - BEEDZ W2 TIVTERY Dizaic-]

O EREE—EROD C18 (0
0 T TS R U CHMEENT LA L) T 74 =7 4 5T LB

o B BFHENGEL) FRE

dSPE Cirate Extraction Tube
55227-U

® GPC DHE e

55228-U

d

CELOSIE, WtT o ALK b ET

E-mail : sialjpsp@sial.com
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