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INTRODUCTION

AFFINISES&ffers a comprehensiveangeof sorbentsfor the challengindfields of sample
preparation, sampleclearrup and extraction, from conventionalto more sophisticated
sorbents So, for very specificand challengingapplications, AFFINISERas developed
AFFINIMIP®SIpEoducts, SPEcartridgesbasedon Molecularlylmprinted Polymers(MIP)
which require readyto-use protocols AFFINISERas also developed AttractSPik

products,SPEartridgesasedon classicapolymericsorbents

In addition, our SPEproducts experienceis continuously enriched with customer
interactionsand an endlessanalyticaldevelopmentfor new applications Thisexperience
iscommunicatedhroughApplicationnotes(availableon websiteandvianewsletters)

For your conveniencethis applicationnotebookwill be permanentlyupdated with new
protocolsandresults Pleaseregularlyvisit our websitewww .affinisep.com for the latest
versionof the ApplicationNotebook

Moreover,we haveaswell evaluatedour productsthrough interlaboratoriesproficiency
testing such as FAPASand BIPEA For more information, please contact us at
contact@affinisepcom.

ThisApplicationnotebookwill be anessentiatool to addressyourtechnicalissues

AFFINISERas fully integrated technologiesplatform with specializedeamsin organic
chemistry, polymer chemistry, analyticaland bioanalyticalchemistry who are at your
disposato helpyouin yourchallenges

At AFFINISERve are committed to providing the best technical support possible Our
TechnicaBupportGroupis a team of highlyqualifiedM.Sc and PhDChemistsyho are at
your disposalto resolve your problem and to answerto your queries For technical
inquiries,feelfreeto contactuseither by emait tech.support@affinisepcom

We are also very thankful to O dza (i 2 féefibdd&kabout our products, protocols and
customerservicedy emailto: contact@affinisepcom
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SPE productANALYTES

SPE productANALYTES

SingleMycotoxin
Patulin AFFINIMIPBPECatulin
-
B Zearalenone AFFINIMIPBPEZearalenone
o
9
L>), OchratoxinA AFFINIMIPBPEOchratoxinA
=
Deoxynivaleno(DON) AFFINIMIP@®PBEDeoxynivalenol
FumonisinsANDZearalenone AFFINIMIPBGPE-umoZON
= Est 170 -Estradio] 17 -Estradio)
o strone -Estradio, -Estradiol \ -\ iMIPEPEESt
> Estriol 17" - Bhynilestradiol SPEEstrogens
5
0 BisphenolA, BisphenolAP,BisphenolAF
. . . 1 isphenol
8 BisphenoB,BisphenolS,BisphenoFX AFFINIMIPSPEBisphenols
_8 Parabens AFFINIMIP®PE henolics
c
L Phenolicompounds AFFINIMIP@®PEhenolics
Amphetamine, Methamphetamine, :
MDA MDMA MDEA AFFINIMIPBPEAmMphetamines
0
)
=)
=) Zerano] Zearalanone hand
8 Zearalangl " and |  Zearalenal AFFINIMIP@PE eranolResidues
nd Resorcyliaecidlactones
(@)
-}
| —
@)

Chloramphenicol

Tamoxifen

AFFINIMIP@®PEChloramphenicol

AFFINIMIP@®PE amoxifen

Seeour application notebook for more applications andetailsX

www.affinisep.com 8
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SPE productANALYTES SPE productANALYTES
Nicotine,Procainamide AttractSPE HLB
Caffeine AttractSPEHLB
Propranolol AttractSPE HLB

Tetracyclines TetracyclineDxytetracycling

ChlortetacyclingDoxycycline AFFINIMIP®PE etracyclines

Sulfonamides; Sulfadimethoxine
Sulfaethoxypyridaziné

Caffeine  Acetaminophen Diclofena¢
Ibuprofen Ketoprofen Naproxen AttractSPE HLB
Carbamazepine

AttractSPE SCX

Antibacterial ~ Aminoglycosides

Sreptomycin, DihydrostreptomycirX AltractSPEFILE

Antibiotics ¢ Quinolones, Macrolides,
Llncosamlde_s Sulfonam|d¢§ Pen.'C'”'.nsAttractSPEHLB
Cephalosporing Pleuromutiling Diamino
pyrimidinederivatives

NSAID (Non Steroidal Anti inflammatory

drug) - Salicylic acid, PhenylbUtazoneAttractSPEHLB
Flunixin  Tolfenamic acid Meloxicam
Desoximethasom@S) Ketoprofen

Penlc!lll_n_based antibacterials - Ampicillin AttractSPE HLB
AmoxicillirK

Glucocorticoids- Cortisone,Corticosterone
Aldosterone Betamethasong

. HLB
Dexamethason,eFIumethasonePrednlsone,AttraCtSPE
PrednisoloneMethylprednisolone

Antibiotics and Drugs residues

ErythromycirandClindamycin AttractSPEHLB
Praziquanteand Tiamulin AttractSPEHLB
Cephalexin AttractSPE HLB
qunoxa!lnez -carboxyhca_(:ld and 3-methyl AttractSPE SAX
quinoxaline2-carboxyliacid

Vancomycin AttractSPE SCX
Valnemulirand Tiamulin AttractSPE HLB
Phenoliccompounds AFFINIMIP® SPEenolics

Seeour application notebook for more applications andetailsX

www.affinisep.com 9
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SPE productANALYTES SPE productANALYTES
AFFINIMIP® SPHEyphosatec
Glyphosate, AMPA AMPA
. . A AFFINIMIP® SPEcolinic
Aminopyralid Clopyralid Picloram Herbicides

16 common pesticides - Linuron Iprodione
Desysopropylatrazine Desethylatrazing
Aldocarhy Simazine, Carbofuran Metalaxyl
Atrazin 2, 4-D, Metazachlor Dicloran
Phenmedipham Procymidone Fenitrothion
Vinclozolin

AttractSPE HLB

Tr|a2|_ne Herbicides - Simazine, CyanazmeAttractSPEHLB
AtrazineX

Acetamide Herbicides - Metolachlor and
metabolites AlachloX

Fungicides Carbendazinirhiabendazole AttractSPE SCX

Pesticides by GCGMS : Metamidophos

Dichlorvos Acephate Trifluralin, Diazinon

Chlorothalonil  Dimethipin  Vinclozoline

Methyl  parathion  Methyl  primophos AttractSPE Carbon/PSA
Triadimenoll, DDE, Cypermethrin3,

Difenoconazolél, Imibenconazole

Tebuthiuron BromacikK

AttractSPE HLB

Pesticides- Herbicides

Hydroxylated Polycyclic Aromatic
Hydrocarbons- 2-Naphtol, 2-Hydroxyfluorene AFFINIMIP® SPEenolics
9-PhenanthroK
AFFINIMIP® SPERH
PolycyclicAromaticHydrocarbongPAH) AttractSPE HLB
SilactSPECN/SIOH
Wide variety of dioxins and hydroxylated
dioxins - PCDD/FsRCBsPBDESPBDD/FsOH AFFINIMIP@®PEhenolics
BDEsOQHCB/BDE

Guaiacol

Carnosi@acid
AFFINIMIP® SPEenolics

Hydroquinone

Phenolics | PAHs and Dioxinis

Saponins

Seeour application notebook for more applications andetailsX

www.affinisep.com 10



SPE productANALYTES SPE productANALYTES
N Transitionsmetalsions AttractSPE IDA
Z . .
O Removal of anionic contaminants and AttractSPE SAXHCCS
— neutralizationof highlyacidicsamples
[N
(@]
= Removabf alkalineearth and neutralizationof AttractSPE PSH
S basicsamples
o
g Remgval of Halides ions (chloride, iodide, AttractSPE PSAg
bromide)
x
Removabf sulfateions AttractSPE PSBa
Removabf phospholipids AttractSPE LipRem
- . .
g Removabf precipitatedproteins S!IactSI_DE Pouble fritted &
o Singlefritted
9
o Supportediquid extraction SilactSPESLE
o
] NNAL AFFINIMIPGPENNAL
@ :
QO Dopamine,NoradrenalineAdrenaline, .. AFFINIMIP® SPE
o)) Catecholamines
o
o Metanephring Normetanephrineand AFFINIMIP® SPE
m 3-Methoxytyramine,.. Metanephrines
Steroids AFFINIMIP®PEEstrogens
” Melamine AttractSPE SCX
8 Cyanuriacid AttractSPE SAX
g ARTIFICIAL SWEETENERS  Acesulfame
‘=5 Aspartame, Cyclamate, NeohespiridineAttractSPE HLB
8 dihydrochalconeSaccharinSucralose
N2
S COCAINIAND_MAIN METABOLITE~S{:oca|ne,A,[tractSPFE HLB
benzoylecgoninandecgoninemethylester

Seeour application notebook for more applications andetailsX
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AVAILABLE FORMATS . |

OpenCartridge

Format:1mL 3mL 6mL; 15mL;
HAY[ T cnY][ X
Material: Polypropylene glass .
(6mL) '
Frits:Polyethylene PTFE (glass
cartridge9; Glasgiber (Glass
cartridgey
|
Luercompatible

LRCCartridge

Format:10mL
Material: Polypropylene
Frits:Polyethylene

S

Luercompatible

Ontline SPEeartridge

N

I.D. 2,1 and 4,6mm
Length 20mm

ReversibleCartridge

Luercompatible

N

Format:0,7mL ; 2nL T
Vaterial: Polypropylene | l
Frits: Polyethylene k'

Luercompatible

Cartridgefor automate

Format:1mL 3mL 6mL
Material: Polypropylene
Frits: Polyethylene

Cartridgefor Multipurpose Sampler
(GERSTEL) & for ASPEC (GILSON)

96 Well-plates

QUEChERS Extractionsalts

Foreachsorbent the cataloggivesreferencesfor the mostusualformats

If you wish other formats, pleasecontact us

www.affinisep.com
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Regulations for unprocessed cereal
except maize:

Europe (EC 1126/2007) : 100ug/Kg
Regulations for maize:

Europe (EC 1126/2007) : 350u9/Kg

PROTOCGRFCLEANUP
Samplepreparation

Cleanupwith a 3mL/100mg AFFINIMIP
SPE cartridge

25g of ground cereatbasedsampleswere
extracted with 100 mL of
acetonitrile/deionized water (75/25, v/v)
for 3 min. Theextractwasfiltered through
a folded filter paper and 10 mL of the
filtrate were diluted with 10 mL of
deionized water. Then, this solution was
filtered throughafilter paper.

This solution was used as the loading
solution

Equilibration
3mLAcetonitrile
3mLWater
Loading
12mL of loading solution (eq 1.5g
sample)
Washingof interferences(\W21)
3mL58/ 2/ 40Water/AceticAcid/ACN
Elution (E)
2mLMethanol¢ 2%AceticAcid
The elution fraction was then evaporated
and dissolved in water before HPLC
analysis

HPL@/ethod with Fluorescenceletection
Column HypersilGoldCL8- 150mmx4.6mm
Mobile phase water/MeOH(40/ 60, v/v)
Flowrate: ImL/min

Fluorescencedetectiont excitation/emission

wavelengths275/ 450nm
Injectionvolume 100uL

www.affinisep.com 14

AFFINIMIPSPE

RESULTS

ZON

Fhy 0\

Chromatogranobtained after Cleanupof
Maize (contaminedat 41 pg / kg) with
AFFINIMIPSPE

Chromatogranobtained after Cleanupof
Rice (contamined at 41 pg / kg) with
AFFINIMIPSPE

Recoveries of Zearalenone at a
contamination level of 41ug / kg after

AFFINIMIPSPE : Cleanup in
Maize(n=9)
Recoveries % % RSD
86 8

Catalog number: FS1@P2



Regulations for processed cereal
based food for baby food:
Europe (EC 1126/2007) : 20ug/Kg

PROTOCGRFCLEANUP
Samplepreparation

Cleanupwith a 3mL/100mg AFFINIMIP
SPE cartridge

25g of ground cereatbased sampleswere
extracted with 100 mL of
acetonitrile/deionizedwater (75/ 25, v/v) for
3 min. The extract was filtered through a
folded filter paperand 10 mL of the filtrate
were diluted with 10 mL of deionizedwater.
Then, this solution was filtered through a
filter paper.

This solution was used as the loading
solution

Equilibration
3mLAcetonitrile
3mLWater
Loading
12mL of loading solution (eq 1.5g
sample)
Washingof interferences(W1)
3mL58 2/40Water/AceticAcid/ACN
Elution (E)
2mLMethanol¢ 2%AceticAcid
The elution fraction was then evaporated
anddissolvedn waterbeforeHPL@nalysis

HPL@/ethod with Fluorescenceletection
Column HypersilGoldC18-150mm x 4.6mm
Mobile phase water/MeOH(40/ 60, v/v)
Flowrate: ImL/min

Fluorescencealetection excitation/emission

wavelengths275/ 450nm
Injectionvolume 100uL

www.affinisep.com 15

AFFINIMIPSPE

RESULTS

ZON

=

Chromatogramobtained after Cleanup
of Cerealbased babyfood (contamined
at 4lpg /  kg) AFFINIMIP SPE
(after dilution by 2 of the
elutionfractionwith water).

ZON

=

Chromatogramsobtained after Cleanup
of Cerealbasedbabyfood(contaminedat
10ug/kg (blue) or Oug/kg (red)) with
AFFINIMIP  SPE (after
evaporation of the elution fraction and
dissolutionin ImLof the mobile phase)

Recoveries of Zearalenone at a
contamination level of 41ug / kg after
AFFINIMIPSPE : Cleanupin
Cereak basedbabyfood (n=5)
Recoveries % % RSD

80 3

Catalog number: FS1@2



Regulations for processed cereal
based food for baby food:
Europe (EC 1126/2007) : 20pg/Kg

PROTOCGDFCLEANUP
Samplepreparation

Corn oil is diluted 1/3 in Diethyl Ether to
obtainthe loadingsolution

Cleanupwith a 3mL/100mg AFFINIMIPSPE
cartridge

Equilibration
3mLDiethylEther
Loading
3mL of loadingsolution (eq. ImLof corn
oil)
Washingof interferences(\W1)
6émL Diethylether
Drying30seconds
Washingof interferences(\W2)
6mL58/ 2/ 40Water/AceticAcid/ACN
Elution (E)
4mLMethanolc 2%AceticAcid
The elution fraction was then evaporated
anddissolvedn waterbeforeHPLG@nalysis

HPLC Method  with Fluorescence

detection sameasp 15

www.affinisep.com 16

AFFINIMIPSPE

RESULTS

Zearalenone

f

L i

Chromatogramsof Corn Oil spiked with
Zearalenoneat 400ug/L (blue) or not
spiked(orange)obtainedafter cleanupby
AFFINIMIP®SPE:

Zearalenone

/

Chromatogramsobtained after cleanup
by AFFINIMIP®SPE of Corn
Oil spiked with Zearalenoneat 200ug/L
(red), 400ug/L (green),600 pg/L (blue) or
not spiked(purple).

Recoverieof Zearalenonan Corn Oil at

various contamination levels after
AFFINIMIP®SRE: cleanup
) Mean @  Recoveries
CA(ug/L) (g/L) %
200 230 115
400 440 110
600 678 113

Catalog number: FS1a@2



PROTOCGDFCLEANUP
Samplepreparation

25g of meat are mixed during 2 minutes
with 100mL of a solution of deionized
water/ acetonitrile (50/50). Then the
mixture is filtered through filter paper (4-
7um). This solution was then diluted 10
times with deionizedwater to obtain the
loading solution used for the clearup
protocol

Purification  with a  3mL/100mg
AFFINIMIPGPE cartridge
Equilibration
2mLAcetonitrile
2mLWater

Loadingsolution
Upto 6mLof loadingsolution
Washingof interferences
6mL 40/60 Acetonitrile/deionized
WaterDrying3-5min
Elution (E)
2mL2/98 AceticAcid/Methanol
Theelution fraction wasthen concentrated
and diluted to mobile phasebefore HPLC
analysis

HPLC Methodavith LGMS

HPLC Column Hypersil gold column
(50mmx2.1mm)

Mobile phase: 73/27 0,Formicacidin
water / Acetonitrile

Flow rate: 0.2mL/min

Injection volume: 20pL.

www.affinisep.com 17

AFFINIMIPSPE

RESULTS

Recoveryfor ZON > 80%*
* Testedat 960ug/kg

Zearalenone

SIMChromatogram®btainedafter clean
up of MEAT with AFFINIMIP® SPE

U Bluetrace for spikedwith 960ug/kg of
ZEARALENONE
U Redtracefor the blanksample

Catalog number: FS1@P2



Regulations for unprocessed cereals:
Europe (EC 1881/2006) : 5ug/Kg
CodexAlimentariusStandard: 5ug/Kg
for raw wheat

PROTOCGDFCLEANUP
Samplepreparation

50g of finely ground wheat are mixed
during 1 minute in a blenderwith 100mL
of extraction solvent (60740
Acetonitrile/deionizedwWater). The extract
isfiltered throughafilter paper.

Then, 5mL of the extract is diluted with
5mL of HClsolution pH=L, 0.1M. After a
filtration through a filter paper, this
solutionis usedasthe loadingsolution

Cleanup with a 3mL/100mg AFFINIMIP
SPE cartridge

Equilibration
3mLAcetonitrile
3mLWater
Loading
4mL of loadingsolution(eq. 1g wheat)
Washingof interferences
6mL 60/40 HCI solution pH 1,
0.1M/ACN
Elution (E)
2mLMethanol¢ 2%Aceticacid
The elution fraction was then evaporated
and dissolved in water before HPLC
analysis

www.affinisep.com 18

AFFINIMIPSPE

RESULTS

OchratoxinA

Chromatogranobtainedafter Cleanupof
wheat (spikedat 5ug / kg (pink) or not
contaminated(orange))with AFFINIMIP
SPE

Recoveries of Ochratoxin A after

AFFINIMIPSPE Cleanupin
wheat(n=6)
CA(ug/kg) Recoveries% % RSD
5 96.3 7.7

HPLC Method with  Fluorescence
detection

Column Hypersil Gold C18 column
150mmx2.1mm

Mobile phase water/acetic acid/MeOH
(391/60,v/v)

Flowrate: 0.2mL/min

Fluorescence detection
excitation/emission wavelengths 333 /
460nm

Injectionvolume 20uL

Catalog number: FS1@p



Regulations for paprika:
Europe (EC 594/2012) : 30ug/Kg until
31.12.14 then 15pg/Kg

PROTOCGDFCLEANUP
Samplepreparation

10g of paprika are shaken during 30
minutes with 100mL of NaHCQ 1% in
water. The extract is centrifuged for 30
minutesat 4000rpm at room temperature
thenfiltered throughafilter paper.
25mLof the extractis diluted with 25mL of
HClsolution pH=1, 0.1M. After a filtration
through afilter paper,this solutionis used
asthe loadingsolution

Cleanup with a 3mL/100mg AFFINIMIP
SPE cartridge

Equilibration
3mLAcetonitrile
3mLWater
Loading
4dmL of loading solution (eq 1g
sample)
Washingof interferences
6mL 60/40 HCI solution pH 1,
0.1M/ACN
Elution (E)
2mLMethanol¢ 2%Aceticacid
The elution fraction was then evaporated
and dissolved in water before HPLC
analysis

HPLCMethod with Fluorescencedetection
sameasp 18

www.affinisep.com 19

AFFINIMIPSPE

RESULTS

20009

Intensity

OchratoxinA

L e S o e e R
40 60 80 100 120 140 160 180

00 20
Chromatogramobtainedafter Cleanupof
paprika(spikedat 30ug/ kg (pink) or not
contaminated (orange))with AFFINIMIP
SPE

Recoveries of Ochratoxin A after

AFFINIMIPSPE Cleanupin

paprika(n=4).

CA(ug/kg) Recoveries% % RSD
30 93.3 3.4

Catalog number: FS1@p



Regulations for wine:
Europe (EC 1881/2006) : 2ug/L

PROTOCGRFCLEANUP
Samplepreparation

10mL of wine is diluted with 10mL of HCI
solution pH=L, 0.1M. Thissolutionis used
asthe loadingsolution

Cleanup with a 3mL/100mg AFFINIMIP
SPE cartridge

Equilibration
3mLAcetonitrile
3mLWater
Loading
2 to 10mL of loadingsolution(eq. 1 to
5mLsample)
Washingof interferences
6mL 60’40 HCI solution pH 1,
0.1M/ACN
Elution (E)
2mLMethanol¢ 2%Aceticacid
The elution fraction was then evaporated
and dissolved in water before HPLC
analysis

Recoveries of
AFFINIMIPSPE
wine (white andred).

Ochratoxin A  after
Cleanup in

Recovery %

Matrix CA(ug/kg) % RSD
White wine
(n=10) 2 91.3 6.2
Red wine
(n=4) 2 78.8 2.8

HPLCMethod with Fluorescencedetection
sameasp 18

www.affinisep.com 20

AFFINIMIPSPE

RESULTS

10000

5000 |

i

00 20 40 60 80 100 120 140 160

Chromatogramsobtained after Cleanupof
white wine spikedat 2ug/kg (loadingwith
5mL (blue), loadingwith 10mL (pink)) and
after a loadingof 5mL of not contaminated
white wine (orange) with AFFINIMIPSPE

Ochratoxin A

OchratoxinA

-

Chromatogramsbtained after Cleanupof
red wine spikedat 2ug / kg (loadingwith
2mL (orange) loading with 5mL (blue);
loading with 10mL (pink)) and after a
loading of 2mL of not contaminated red
wine (grey) with AFFINIMIP SPE

Catalog number: FS1@p



PROTOCGDFCLEANUP
Samplepreparation

The urine samplewas centrifuged for 10
min at 10,000y, followed by filtration (0.45
> Yglassmicrofiber filter). Then,10 ml of
the filtrate wasadjustedto pH 2.5 with 0.1
M HC| and an aliquot of 10 ml of the
filtrate wasusedasthe loadingsolution

Cleanup with a 3mL/100mg AFFINIMIP
SPE cartridge

Equilibration
4mL Acetonitrile
4AmLWater
Loading
10mLof loadingsolution
Washingof interferences
7mL60 40HClsolution 0.1M/ACN
Elution (E)
2mLMethanol¢ 2%Aceticacid
The elution fraction was then evaporated
and dissolved in 1mL of mobile phase
beforeUPLGnalysis

UPLCFluorescenc#lethod

Column Acquity UPLCBEH C18 column
(100 2.1mm,1.7> Y

Mobile phase MeOHWater (70/30, v/v)
with 0.5%Aceticacid

Flowrate: 0.2mL/min

Detection Fluo ¢ <,3331m- <,,,460nm
Injectionvolume 2uL

LCMS/MSMethod for confirmation
Column EGCI18 column (500 4.6 mm, 2.7
>m)

Mobile phase phase MeOHWater (70/ 30,
v/v) with 0.5%Aceticacid

Flowrate: 0.3mL/min

Detection MS/MS¢ EStmode MRM
Injectionvolume 2uL
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RESULTS
LOD with signalto-noise :ratio of 3:
0.2ng/mL

LOQ with signatto-noise :ratio of 10:
0.6ng/mL

Recoveries, repetabilty RSP and
reproducibility RSR of OchratoxinA after
AFFINIMIP SPE Cleanup
determinedby UPL&Fluo
Recovery % v
CA(ug/kg) o RSD RSR
0
n=6 n=6
0.6 98.9 1.8 2.6
6.0 98.8 1.1 21
60 92.0 0.6 15

Data extracted from the article Solid
phase extraction using molecularly
imprinted polymer for determination of
ochratoxin A in human urine, L Xie P.
ShengW. Kong X Zhao,Z OuYangand M.
Yang,World Mycotoxin Journa) 8 (1): 37-
44,2015
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PROTOCGRFCLEANUP
Samplepreparation

20g ginger were extracted by sonication
for 20 min with 40 mLof acetonitrile/water
(60740, v/v). The extract was filtered and
an aliquot of 20 mL of filtrate were diluted
with 20 mL of water and then adjustedto
pH 1.0 with 1.0M HCI After filtrated (glass
microfiber), 4 mL (1 g equivalen) of the
filtrate wasusedasthe loadingsolution

Cleanup with a 3mL/100mg AFFINIMIP
SPE cartridge

Equilibration
5mLAcetonitrile
5mLWater
Loading
4mL of loadingsolution
Washingof interferences
5mL60/40HCI0.1M/ACN
Elution (E)
2mLMethanol¢ 2%Aceticacid
The elution fraction was then evaporated
and dissolved in 1mL of mobile phase
before UPLG@nalysis

UPLGC- Fluorescencé/lethod
ColumnAcquityUPLC HSS &8lumn(50
mm 2.1 mm, 1.8 mmjat 30/C

Mobile phase MeOH 0.5% aqueousacetic
acidWater (65 35, v/v)

Flowrate: 0.2mL/min

Detection Fluo ¢ <,.333m- <,,460nm
Injectionvolume 1L

LCMS/MSMethod for confirmation
Column CapcellCoreC18 column (50 mm
2.1mm, 2.7 mm)

Mobile phase phase MeOH 0.5%aqueous
aceticacidWater(65/ 35, v/v)

Flowrate: 0.3mL/min

Detection MS/MS¢ EStmode MRM
Injectionvolume 2uL
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Regulations foginger:
Europe: 15ug/L

RESULTS

LOD with signafto-noise :ratio of 3:
0.09ng/mL
LOQ with signailto-noise :ratio of 10:
0.30ng/mL

Recoveries, and repetability RSD of
Ochratoxin A after AFFINIMIP SPE
Cleanup determinedby UPLE

Fluo
. Recovery %RSD
CA(ug/k
(ha/kg) % n=3
5.0 92.3 2.8
15.0 91.1 3.3
25.0 91.9 1.9
Repetability RSD and reproducibility RSIR
for the whole procedure including
AFFINIMIP SPE Cleanup
determinedby UPL&-luo
CA(ug/kg) %RSDn=6 % RSREn=5
5.0 2.5 3.7
15.0 1.8 2.2
25.0 1.6 2.4
Data extracted from the article

Molecularly imprinted polymer-basedsolid
phasecleanup for analysisof ochratoxin A
in gingerand LGMS/MS confirmation, Cao
J, Zhou§, KongW., YangM., WanL, Yang
S, Foodcontrol, 33(2), 337-343, 2013
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PROTOCGRFCLEANUP
Samplepreparation

20mL samplesand 20 mL of water were
filtrated (glassmicrofiber filter). 20 mL of
filtrate were adjustedto pH 1.0 with 1.0 M
HClasloadingsolutions

Cleanup with a 3mL/100mg AFFINIMIP
SPE cartridge

Equilibration
5mLAcetonitrile
5mLWater
Loading
4mLof loadingsolution
Washingof interferences
7mL60/40HCI0.1M/ACN
Elution (E)
2mLMethanol¢ 2%Aceticacid
The elution fraction was then evaporated
and dissolved in 1mL of mobile phase
before UPLG@nalysis

HPLC- Fluorescenc#lethod
ColumnAcquityUltimate XBC18 (250 mm
I 4.6mmE  p) at80/C

Mobile phase:MeOH0.5% aqueous acetic
acid Water (65/35, v/v)

Flowrate: ImL/min

Detection Fluo ¢ <,3331m- <,,,460nm
Injectionvolume 25uL

LGMS/MSMethod for confirmation
Column CapcellCoreC18 column (50 mm
2.1mm, 2.7 mm) at 30AC

Mobile phase phase MeOH 0.5%aqueous
aceticacidWater (65 35, v/v)

Flowrate: 0.3mL/min

Detection MS/MS¢ EStmode MRM
Injectionvolume 2uL
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RESULTS

LOD with signafto-noise :ratio of 3:
0.025ng/mL
LOQ with signalto-noise :ratio of 10
0.08ng/mL

Recoveries, and repetability RSD of
Ochratoxin A after AFFINIMIP SPE
Cleanup determinedby UPLE

Fluo
Beer
; Recovery %RSD
CA(ng/k
(Hg/kg) % n=3
0.1 99.8 1.8
2 97.5 2.5
5 96.6 0.9
Red wine
] Recovery %RSD
CA(pa/k
(g/kg) % n=3
0.1 93.5 1.8
2 101.7 1.4
5 99.8 0.9
Grape juice
; Recovery %RSD
CA(ng/k
(ng/kg) % n=3
0.1 93.5 1.8
2 101.7 1.4
5 99.8 0.9
Data extracted from the article

Molecularly imprinted polymer-basedsolid
phasecleantup for analysisof ochratoxin A
in beer, red wine, and grape juice, Jiliang
Cao,WeijurKong,ShujunzZhou,LihuiYin,Li
Wan, MeihuaYang,l Sep Sci, 36(7), 1291
1297,2013






