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UHPLC/MS/MS ZRWeliFh I F o0 ELUTITFI VDRE

UVREBEZ >V INVBORE =27y T

Xiaoning Lu, Sr. R&D Chemist, and David S. Bell, HPLC R&D Manager, Supelco xiaoning.lu@sial.com
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EVSIEICHR T 23 OECHEAER T INSDMBEIFEBREICD
fe D TRAGOBEDBERICAVONTER LT, IF b+ rB&
UV AFT VR RENIRDH 2ENRDEEH I EHEDZLD
T, BEFRAICHITDREEEZ2U VT T 2REHHYET %
TORHZEELTCREFZNAE LD HY ETH BEEFELNLDHY
Y, EoIC EFHATECIE IFhF2 20XV ED
BE BRI DED CEF T Ao TNUITDMEDIKEEE 1 DDIHE
BHERIEM CHZIHTT 1),

ARG, MBFRICBITZVFIF LTI TF2 00D
UHPLC/MS/MS B2 TEDREFELZITVWE Lic, £fee V)VbaAZ7
N—ADEERITH % HybridSPES-PLus ZREWT 2> /\VEE ) >
feBA BRI CBRET AEEET > TILy ) =27y TEEERSTLE
L7z

RER

SRMBEA TN LTSy IEEH > 7L 100 ul % HybridSPE-PLus
9% VIV L—FrDUTIVITINA. INT 1% FBEE7/ M
)BT 300 uL BEMMA TRV INVBAEGTRBEEE Lic, VT/)L%E
TSAFvIBET—IVL, 72 UiRERK E (1000rpm) T 2 S
REULERLE L., TL—rEN\F1 L ZHR—IURIEBL, 4
PRBEE L TIEITARRE LOMS/MS THMTLE Lz,

LC/MS/MS &%
SRR | HybridSPE-PLus 96 U =)L L— K
$Z L Titan™ C18, 10cm X 21 mm D 1.9 um
FEME 10mM FEET7VEZ UL AHOBRR: A2/ —)b (20:80)
FOR © 0.2 mL/min
1RHIER : MS. ESI(+). MRM
& : Shimadzu™ LCMS-8030

RREER

MS ZX7 M IVITH T S5 EBHEMRORE
ADSTVFFIVELIUOTOAFT VN 01% FEEET
L= UL 1K (50:50) BEMBARF CEICT MUD LAIMEEL
TAFNEENTVWBZEDDDIET TRV LAFVIETF
N SPLSENOpZimE 71w | O @i nl DN (3 WIF NI = oo Ntar =1
BAMEELCW2DOT BEMERTIES MY LAIMEOMESEE
N&E9. T5IC FMITLHIMEIE BRIXIVF—PHREITH
DOS5TIEEALFIE LGNz MS/MS E— R TIFEZ2—
THEDNTER A TDF T LRIMAFERDRIEIL. )
WEFBT7 >V EZILEGEK AR/ —JUCRZ DT ETRRT
TET

BEEEFBO ST VEZULIRZASEYF R EFI VB
KOV TF Y VREIRTVEZVLMMEEERLET (K
2B), VFMFIUBROTV AR OT VR D LMIMAEIL 5L
A A MR GETARBIMR LT 22 & DD > TVET (KB3),
digitoxin & & U digoxin @ LO/MS/MS BT L Tk, Nz h
782.5/635.5 KU 7985/6515 D MRM E— R CRIEL £ LTz,

1 VAFIVEIFIFIY

Digoxin
Molecular Formula = C,,H.,0,,
Monoisotopic Mass = 780.429607 Da

HO., HO 0.,
. o . . f6)
o
HO o] HO 0]

Digitoxin

Molecular Formula = C,,Hs,0;5
Monoisotopic Mass = 764.434692 Da
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2A FEESEBIECEARICHITSYF I VBRUTIFI D MS ANY ML

mobile phase: 0.1% formic acid in water: acetonitrile (50:50)

m/z
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REGDOEREERHRR

4 55, 2 DDODHTRHERID 4 LR Titan™ C18 A5 Lk
TENWICHBEEN TVB T ERD DY E T, LOMS/MS EDIGH
RS 001 ng/mL T, TDOHEDRERDOERFEIE r’ > 0999
TLiz (|5,

FRASEED LR

EYR Sy 7 AD LO/MS DITRIMERICIE, 22\ EIRRBEDL
AFONTWET, TOHEIEZ I\ BOBREIIITHRA T N
) BEBEDBREICIINREA DY A % R, 2\ ETLRE
D7 DML EEFED) VBB EE TEELTVAT
EDN TNEDMS T HIVHENT EHS (B 6A) DM E LTz,

AR TIE LB LIz 2 N0 BE ) U BsBOm A % Mg RPH
SRNERMICFRET B HybridSPES-PLus AFIFB L& L1z (K 6B),
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HybridSPE-PLus FliDBRIED A A= X L, ¥IVaA=T7 & VB
B VEEEDIA A/ A ZIERIC K D1 — 5 EE/ER
ITEDNTVET Y,

7%, 2N ELRE A & HybridSPE-PLUS 34D 2 DO KL S
BT B LOMS/MS BIERBR AR LIcb DT, 22\ EL
BOACHRE LTz 2 DO RYIE. HybridSPE-PLus THEELL /=5,
FUTHBTF BT FILLANILD 35D 155 455D 1 LH7EUL 8.,
EUNEMECE O TVWET (T, TBIC. 22/ \VELRETH
BLIBE. BT LD VEEBEDOERDZHIC, 2 DODTR
WA DY T FIVLANJUEEABEEIET T EITTINA > TV e
&, BIRMENEL AF7LDFEMIMELG>TLEVNE L, Thé
VT HybridSPE-PLus CHASE L fzatkld. BULEINE (>90%) &R
175 BEM (<6% RSD) %7 L HybridSPE-PLus #f#ET 5 & T
WO ZREERRT AT ENTEF LT,




2B FEE7VEZULEEBEREREICHIT ST NFIUERUOTIAFTI D MS ART MU
mobile phase: 10 MM ammonium formate in water:methanol (50:50)
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81 2VN\UEREGEE HybridSPES-PLus A% BN MEZFR DD RN HV S B EIUNER LS

Protein Precipitation Method HybridSPE®-PLus Method

MRM Quantifier lons Recovery (%) C.V. (%) Recovery (%) C.V. (%)
IErFT T 782.5/635.5 270 288 94.7 58
JOFTv 798.5/651.5 354 121 95.1 4.1

(continued on next page)

Reporter 33.3

sigma-aldrich.com/bioanalysis




3 VIR UBRUOIIAFRTUICEIT BTV EZTAME (7' LS D MS/MS AN R b
mobile phase: 10 MM ammonium formate in water:methanol (50:50)
JF FF > (precursor ion 782.5 m/z)
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4 HybridSPE®-PLus 7&% FAVVCRIILEE LTz 2w FERRICHIF BT T+ VB KUY F 0D UHPLC/MS/MS BIEFER

3500

3000 Peak MRM(m/z) 2 column: Titan™ C18,10 cm x 2.1 mm 1.D, 1.9 um particles (577124-U)
SN ; B:gﬁé‘;n ;gggﬁgg;‘: mobile phase: 10 MM ammonium formate in water:methanol (20:80)
é’. flow rate: 0.2 mL/min
5 2000 1 pressure: 4550 psi
é 1500 column temp.: 35 °C
g detector: MS, ESI(+), MRM

1000 injection: 2 pL

500 kSpike 10 ng/mL sample: rat plasma, blank and spiked at 10 ng/mL, extracted with
Blank HybridSPE-PLus

0 05 1 15 2 25 3
Min
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Shimadzu™ LCMS-8030




5 IFIRIVBLUCIIFT Y LOUMS/MS BIEICHIT DIRERR

IEhETY D £ 5%
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280.2

Inten. (x1,000,000)
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m/z

*Indicates phospholipids which are confirmed by MS/MS spectra with product ion of 184/104.

B. HybridSPE-PLus &

229.2
25 A

2.0 1

Inten. (x1,000,000)
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7 HybridSPE®-PLus 7 & 2 >INV EIRBGEICHIF I F M2 VB LUY O+ 2 DEINELEE

2> )\ ERE AL HybridSPE-PLus TR LTz S MIVEICEIF S LOMS/MS 27 F )L LNV DFEABRRIZ ., 584 S S IEICHIRE 10 ng/mL TIF hF

IUBROYAFT TR T, &AFE 4 LR,

Digitoxin
120%
100% A\ N Aa A .
= VAW AR~
v AAAMN T
< 80%
3 —+— HybridSPE-PLus
g 60% a—
= 2 NG EIRBE
0 A R
N~ v“d\w
20% /.\..A-f'\.- s,
| B . w-\
0% T T T T T T T |
0 5 10 15 20 25 30 35 40
Injection Number
FLH

MFHOIFFV U BELOYVIF I VEFEET HIcHIT BRD
DEREED LO/MS/MS E%ZFFE L& L, Titan™ C18 UHPLC A5
LZERWT 2 DDOD R Z 4 URICHELE Lz, 22/
VB EE BV B RICERREIN A F VIIHI P EIREOET
HEBMDT M) v ZZhRIE. HybridSPE-PLus CrRARCEER LTz,
COFER EFRERT Ny I RBDY VEEEE 2V N EZS
EODRRICY =27 T BEHNEHETT,
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Injection Number

a Featured Products

Description Cat. No.

U/HPLC Columns
Titan C18, 10 cm x 2.1 mm 1.D,, 1.9 um particles 577124-U
Sample Prep Devices

HybridSPE-PLus 96-Well Plate Essentials Kit, pk/1 52818-U

HybridSPE-PLus 96-Well Plate, 50 mg/well, pk/1 575659-U
HybridSPE-PLus 96-Well Plate, 50 mg/well, pk/20 575673-U
Standards and CRMs

Digitoxin solution, 1.0 mg/mL in methanol, ampule of T mL, D-067
Cerilliant Certified Reference Material

Digoxin, Certified Reference Material, TraceCERT®, 50 mg 04599




Bio-SPME (El#H= 1 7 0#hit) ZRWHEY VT TEDRFEL

DBS (Dried blood spots, 2 A4MMiK) & DELER

Craig Aurand, Principal Research Scientist and David S. Bell, R&D Manager craig.aurand@sial.com

BERIIZZD DT Tld. ME Y > 7))V 7EICE OB E>TUVE
9, FOEHIE. OX M RGE_EDORIED S, FIZREN R
BHEEROTVBEHSTY, AR TIE EFEAB< My I X
(33 LT HPLC. UHPLC B& U LO/MS DAFICHEII > TITHTEDT
EBRMEY T IEE LT EET AT OE (SPME) BN
LE T, SPME (BT BEFEABNDISAIE. REDFHI DT —<
ICEES>TWET |, SPME 774 /\—&AWNBT & T FOMMDE
RERLEBEARE(C L, EFER< M) v o AhOBNYE % B
VTV TEES, £ SPME 774 N\—ClE R RE H BT
& DITRARMTH I 2REHNS<EVET,

Bio-SPME 7 7 1 /\— D45

Bio-SPME (&, LR CRMAELB Y 7 17 /\— LICEE SN igks
LTWATesh, TS AE (57281-U) HEWLNIERY hDF v T
(57234-U) ITHRA TN, SRR EERNB KOEFEAMET > 71
VORI BEHNTEEL T, INBIE RIEVOR M 71 —IT
BERAVSNEAE T b)IVEE) ICEBEEELGY . SPME
LC EMFENTWVWE T, REMICED L 575 LC 217 TOEEETH
BB BT EDTEERTH AAERTIHELBLISN TS C18
ERREBUVE Lic, DTSR SPME 7 7 4 /\—DREEHEE TR
RO REDETHE SN A FEICEDEHHINET (K1),
SR DG, DTSR A BER HPLC AR A FBULNT SPME 7 7
AN=DSAHLET,

Bio-SPME &, ARG M) v I XD SEEY VT VIR TES
fetb, 22NV EIRE RO D BRI OB, TBRREE LN D
TR % T B END ) E B A D Bio-SPME AL, STRIRIES &
=27 T=RERICTVN SRR TR % KIglcHIR T 2EH
TEE Y, BioSPME IR ELHBDEIET 7 /N\—ZH/\—F %
DIRIFTEL ARBBROFLEICH LV ETHED THMETT HE
To Few 96 7/ SPME LC Fv & ORY MK 2EE1 L%
FRLET & 2),

AHZEDER 1 DBS & Bio-SPME & DLEEE

ARETIE ETIWMEEZEBV T MFRDOTREDICHIT2
UHPLC/MS JBITE (hEshed SURER) 12 DULNVTL SPMELC Fv
7% FL M Bio-SPME & DBS (B2/@A#8MR) Lzt L E L, ¥
AR Z 714 —DRERISBE3 DEEHYTT,

Bl1 Bio-SPME & BN ST B DRI - MEA =X s

SPME LC Tip

«——— Supporting Core

Functionalized Particles
Embedded in an Inert Binder

Analyte Adsorption

Sample (whole blood, plasma,
serum, urine, saliva, etc.)

Sample Well

T T T T T T 1
Extraction Time

SPME D& # /= R Lld DRI SPME 7 74 N—DEERE AR Gl
ICNEENSFEBIZICH Y E T, CONECDLERIFE. DA RYDEERND
BRAMEEERS M)y I ZNOIRFMEL DL CRE Y E T, —ERRERE I MU
SRR MY ZEEEBEDR T RMODEEISFEIOELE T,

B2 SPMELCFvT

RER

Metoprolol, Propranolol. Carbamazepine, Diazepam $ LU Z N 5
DEXFLEEZNZNIKEE 10 ng/mL &5 2K DICA MY IE
REBREAFFR R L E LT, NERIRZEYE & L TEKERE
EREIFEDE A Y 7AKIE 20 ng/mL THRELELfZ, AT
271w b (HCT) LNV 45% Ok k2%, 20 RINEasHEE
HV50 ng/mL &7 BKSAML 1RREEE L F LIz, ZNZ s
#1300 uL &, 96 o)V FL— Mz Tl LR Lz
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3 Bio-SPME Z UL CHit LTz 2RI E1F % Metoprolol, Propranolol. Diazepam. Carbamazepine @ UHPLC/MS 23

135000 4
130000 A
125000 4
120000 4
115000 1
110000 4
105000 4
100000 4 2
95000 A ﬂ
90000 4
85000 A
80000 4 1
75000 4 ﬂ
70000 4
65000 A
60000 -
55000 4
50000 A
45000 A
40000 A
35000 4
30000 A
25000 A
20000 4
15000 A

10000 4 L
5000 -
o |

Metoprolol

Propranolol (and Propranolol-D, I.S.)
Carbamazepine (and Carbamazepine-D, I.S.)
Diazepam (and Diazepam-D; |.S.)

Eal o e

-5000 4

0.00 0.25 0.50 0.75 1.00 1.25 1.50 1.75

————
2.00 2.25 2.50 2.75 3.00 3.25 3.50 3.75
Min

column: Titan™ C18,5cm x 2.1 mm I.D,, 1.9 um particles (577122-U)
mobile phase: [A] 5 mM ammonium formate, pH 4; [B] 5 mM ammonium formate in acetonitrile:water (90:10)

gradient: 30to 70% B in 3 min
flow rate: 0.3 mL/min
column temp.: 35 °C
detector: MS, ESI+, MRM
injection: 3 pL
system: Shimadzu™ LSC-30, LCMS8030

Bio-SPME #htH

42,96 7T /LD SPME LC Fv T HBWc2mlcHi 2imt 7
ACRERLET, Fv ik MHENICHSH e 20 7=
ULk (50:50) TOAVT 4 3= LTHE Tk, RiEHE
T 500 rpm T LGH S MREAT Bio-SPME % 15 9 REREE -
L. RO SEY L CERBK T 30 MR E LT LT, &5t
KDEAETHRELE LTz, TOF v & 20 ng/mlL DREMERESE
SHARDBLESTIANTE 50 uL DAZR/ —)UHRT 30 HEHEES
. WEME AR T8 E Uiz AL #REH T 30 2/ (500 rpm)
EiLE LT, TD%. A LTcaiZ LOMS/MS Z BV CTRIEL
FLl
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B4 Bio-SPMEEL Y ko Fv IHMBHAUTHEATN TV DT ED R TEE T,

e, i, oy

(continued on next page)




DBS (3z/& A4 M0:%)

B 5 (T, 2% 2Ry ~Liz DBS A—KH'5S 3 mm O/NEETID R
WebDBERLET, 20 ul OFEHR%E DBS A— RICERY b THL.
—BREIREEF Lz, E4DMEHSTIVELSTZ 3 mm D/,

100 uL MBI AN, 20 ng/mL DNERZHEE 55 50 ul D AR
/IR 2 BRI E T B S B R LT,

B5 mm&aERzXRY bl ZZH5 3mm O/NFEYIDIRNZ DBS A—F

PR RYNCET BEINERD LS

DBS A— RO S8 LIz D ira Rpoiaid &L, SPME LC Fv T %
Bz Bio-SPMEEE LB L TlEahIcDET LI, B6H 5.

SPME LC Fv 7 DRI RIICHI T DB HERE L. DBS A— R &Y
ST EHDDHIET, TD Bio-SPMEEDRNERIL. SPME 7 71 /3 —
EEAEDBBREICEHR L TWE IO 771 /\—h 5D iaRi)z
Y H Y DICR BT AEAREORENDENT SICEBRRLTVE
o UL T DBS A— FH5HIUHE LTz 3 mm D/NFDHE.

BoENZEBOENDENT L& NRERET 2DITRETAT
BEOREHNZNT EHNRA T, EFE SR AERELEVERY D
BELHBHETEEEA IBRELTSPME LC Fv T &2 Eo 1356
DR ERIOBE L)L DBS H— REBWNIEED 5~ 10
fBIE>TWET,

6 Bio-SPME & L < (& DBS /ATl L. RHE TN i RN DRELLE
[ BioSPME (SPME LC Tips), 45% HTC sample
B DBS (Whatman FTA DMPK-A), 45% HTC sample

ng/mL

Carbamazepine Metoprolol  Propranolol Diazepam

il
Bio-SPME I3f&E C:EIRMEDBVHET > T > J7ETH Y 2.
Mg, mE RELUEREVOTEEFERT N v DS BN
B % R 2. DBS ZDOREICEVESETT,

Bio-SPME & TS e 5DIHNA. sk~ b w7 X0
EEBICRET 20Zfesd, BT ELTETT,

BEDBZE Tl Bio-SPME EZ R AISRERD 2 >/ NV EILRREK
DE ITRISRMORE L NIVAE <G, sER< Ny 7 ADEL
DT BT EDNRENTVET %

References

1. Bojko, B.; Pawliszyn, J. In vivo and ex vivo SPME: a low invasive sampling and
sample preparation tool in clinical bioanalysis. Bioanalysis 2014, 6 (9), 1227-1239.

2. Aurand, Craig. Two Distinct Sample Prep Approaches to Overcome Matrix Effect
in LC/MS of Serum or Plasma Samples. Supelco Reporter Volume 32.2: 15-17.

c Featured Products
Description Cat. No.

U/HPLC Columns

Titan™ C18,5cm x 2.1 mm |.D,, 1.9 um particles 577122-U
Sample Prep Devices

SPME LC Tips, functional group C18, sample pack of 8 tips 5709-U
SPME LC Tips, functional group C18, 96-tip array 57234-U
SPME LC Fiber Needle Probes, functional group C18, 57281-U
package of 5 probes

Standards and CRMs

Metoprolol Tartrate, 1.0 mg/mL (as free base) in methanol, M-123
Cerilliant Certified Reference Material

Propranolol HCl, 1.0 mg/mL (as free base) in methanol, P-055
Cerilliant Certified Reference Material

Propranolol-D, (ring-D,), 100 pg/mL in methanol with 5% P-085
1 M HC|, Cerilliant Certified Reference Material

Carbamazepine, 1.0 mg/mL in methanol, Cerilliant Certified C-053

Reference Material

Carbamazepine-D,,, 100 pg/mL in methanol, Cerilliant Certified C-094
Reference Material

Diazepam, 1.0 mg/mL in methanol, Cerilliant Certified D-907
Reference Material

Diazepam-Ds, 1.0 mg/mL in methanol, Cerilliant Certified D-910
Reference Material
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DRI FEY (EZZY B) EXUFRHIMDOBIRICETS USP ZDREFE

Titan™ C18 5 L& LO/MS/MS #&HH

VRTZEVBLOZORMEMZRES 55 ECDN T BTG
USP JEB KU EP SEICARA T, Titan C18 UHPLC A5 L& LO/MS/MS
B AW BEIC DWW CIANE T, ZOH LLTATEIR. UV-Vis 1%
HICHIIGL TWVE T,

®E

UR7ZE> (EZ2Z2B) IZABOMERERC. BYPZLD
WMEMIERTEZTTH. SZFMIERTHZENTET A,
T ORERIL. R CYIDBERRIC K DB bl B /5 B R DRI B
BOT, BRAHICIEIRDERWMEETY, URT7SEVEIZE
MO T ANO—ERRINEITH U SRSV D) 7 VDS
ERILEITT, BRADTMALEL > T\, URTZEVE]
DMEEET DT EIFEETT, UP CREERFA) KU EP
(FA—0Ow/\EFAH) ITE. VRT7ZEV ORI ONTEHDS
PHEDNFEL. ZDFEIFEEOHIIOOD B8, STEDEH
FARUTBEBESHEVEDEBO>TVET,

BEREINTLBRURTISEVSihEDORE
URT7ZEARHHICEIL T, IRED USP RIFEER TIEGE L
A DDRFH S VR TS EVHEREET BlctdlcA 4> R7o0x
NTST =B EFEAEIRELTWE T, EPJEE USP JES. 58
BE (0.1 M NaOH) "\DAREIREL TH Y. DITaRIMHB1EL
F MU LSIEDNER S BT BED T (MS) IRHICEBFEN
HEY,

HLLEZEOBIE

AHEDEMIE, USP EB KLU EPEICD S MS 2RI LIE A%
ZREITHEICHBIET MSERVTRERZR LEEED LI
MA PFCTHD BB ZRCT 5 EEREVTT, RERICLIT
D2RTCEEDNRONE LT, B 1 AR ZKEL TN L
DOYIER, A A RTEEEG LT IET LOMS NDEE M
DEELE L 210 @RV VIV ML T, Dz SN
ICT B LB NITREZERCCEL LI, BRIEERZRNSC
ET KLASNTEAFIDO SR EN D & E DI, T DMK
HEEENE LT

1 APETHERBLIEMRM FS>9Y 3>

Nicolas J. Hauser and Carmen T. Santasania carmen.santasania@sial.com

RER

ABAZE Tl Sigma-Aldrich/RTC KW AF LI URT S ERAHERE
MECRM) Z#HEHELE L A##H T H 5. Compound B
(7 8-dimethylbenzo[g]pteridine-2,4(1H,3H)-dione) |&. {EBIDIZAE R,
ELTEHEREINTOVERRBATLIED VRTS8 EREHEAEY)E
FRICEELTWE L, ZomobEiEmiimaBUOE Lz

MRM (ZERISEZ2U D) b5V a R 1TITRT EHY
T TNFNDAAFNCI DD VIV a0 EROE L, K1
IS ALEMDIEE. ZF5 £/ 71V My IBESLUDFRET
LET, INSDOETNOMEEIE MS THEELE LTI, Inb
DAEEYEA R/ —UPIKITTEIR LIZW DT, B REI e
feDICE < DRBEITOE Uiz, |RICMICUR T S &Rl
FRVTART HDIEDMSO TLiz, URTZE VDR My 778K
SORFBEREH T T Img/mL & LE LTz BEITECTTDA MY
VBEREFRIRL. ZOBOITNTORERRICAWN. FRLEVEEE
ARETCRELE L

2ITLICBRUMS & RLE T, LCAHTAITIE 19 um DR
SEZIMOEDE ) HRIFZFRIE L fz Titan C18, 10 cm X 2.1
mm ID. ZEBLE LT, BEMEICIE. 01% ¥ 7 b= L - K
DTSV ERBWVE L, Fa—ZVF7REDBERITIE T ug/
mL @ 50:50 (0.1% 8 - AGAR:01% FEE - 7 b= ML) &1
R7ZEVBLCEW AITHLTERLE L2 (t&% CH LT
D (Tld. FICAEZRT 06 ug/mL DEREBLNE LT

Certified Reference Material Transition 1 Transition 2 Transition 3
Riboflavin 377.10>4323 377.10>172.24 377.10>243.14
Lumiflavine (7,8,10-trimethylbenzo(g]pteridine-2,4(3H,10H)-dione), Compound A 25712 >156.28 25712 >171.16 25712 >186.24
7,8-Dimethylbenzolglpteridine-2,4(1H,3H)-dione, Compound B MS only at m/z=243.41
6,7-Dimethyl-8-[(25,35,4R)-2,3,4,5-tetrahydroxypentyl]pteridine-2,4(3H,8H)-dione, 327.15>4323 327.15>57.27 327.15>193.22
Compound C

8-(Hydroxymethyl)-7-methyl-10-[(2S,35,4R)-2,3,4,5-tetrahydroxypentyl]lbenzo(g] 393.16 >43.23 393.16 > 57.27 393.16 > 259.13

pteridine-2,4(3H,10H)-dione, Compound D
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Compound B |
Monoisotopic Mass = 244.096026 Da.
Molecular Formula=C_H N O H3C

127712 7472

7,8-dimethylbenzo[g]pteridine-2,4(1H,3H)-dione

Riboflavin

Monoisotopic Mass = 376.138284 Da.
Molecular Formula=C_H, N,O

H5C

Compound C

Monoisotopic Mass = 326.122634 Da.
Molecular Formula=C H N,O,

6,7-dimethyl-8-[(2S,35,4R)-2,3,4,5-tetrahydroxypentyl]
pteridine-2,4(3H,8H)-dione

HO

CH,
H,C N N 0
| = =
= NH
o H,C N

Compound A (Lumiflavine)

Monoisotopic Mass = 256.096026 Da.
Molecular Formula=C H N,O,

7,8,10-trimethylbenzol[g]pteridine-
2,4(3H,10H)-dione

177200 476

H,C

Compound D

Monoisotopic Mass = 392.133199 Da.
Molecular Formula=C, _H, N,O,

8-(hydroxymethyl)-7-methyl-10-[(25,35,4R)-2,3,4,5-
tetrahydroxypentyllbenzolglpteridine-2,4(3H,10H)-dione

mREER

USP B KT EP DIREZBICEEENTLB R T ZEV B LU
DAIEIE 1B EDD Y MS DIEFICIZHKEALF R L
BLOAFARTEHEZFRLET, CCTRELIAEIE B
BREAICGEYE T, B2 VRTS8 VS IOBRERMICN
% MRMIERZRLET, Titan™ C18 AZ LAEEmRDT7 Tk

DIVISD T b EEFEDEDTET. mES LLDBEEEDMSS
. MS BHISBERRTREG A D T, FERE COT CEE LT, K&
b b L7 DMSOICT 2T &L A A 2T HEZ BRI
MS RHEHMER B K DI FEM &ERIEDE S HERF e E
LELfc. COFEF W REICEIIGLTOET,
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2 MRM#ERDIOX T T

Riboflavin

Lumiflavine (7,8,10-trimethylbenzo[g]pteri-
dine-2,4(3H,10H)-dione),
Compound A

7,8-Dimethylbenzo[g]pteri-
dine-2,4(1H,3H)-dione,
Compound B

6,7-Dimethyl-8-[(2S,3S,4R)-2,3,4,5-tetra-
hydroxypentyl]pteridine-2,4(3H,8H)-dione,
Compound C

8-(Hydroxymethyl)-7-methyl-10-[(2S,3S,4R)-2,3,4,5-tetra-
hydroxypentyllbenzo[g]pteridine-2,4(3H,10H)-dione, Compound D

References
1. USP Method Official Monograph of August 1,2012.
2. EP Method 7.0 Official Monograph.
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column: Titan C18, 10 cm x 2.1 mm 1.D,, 1.9 um particles (577124-U) Other MS Conditions:
mobile phase: 0.1% formic acid in water in (A) water; (B) acetonitrile capillary (kV): 2.29
gradient: 5to 25% B in 6 min; held at 25% B for 0.1 min; to 5% B in 4 min cone (V): 5405
flow rate: 0.5 mL/min extractor (V): 513
pressure: 5,000 psi (345 bar) source temperature (°C): 151
column temp.: 35°C desolvation temperature (°C): 349
detector: ESI (+), MRM and TIC mode or UV, 276 nm cone gas flow (L/Hr): 2
injection: 2 uL desolvation gas flow (L/hr): 646
sample: compounds in initial mobile phase collision gas flow (mL/min): ON

0 Featured Products

HPLC Column
Titan™ C18, 10 cm x 2.1 mm |.D,, 1.9 um particles 577124-U
Standards

Riboflavin, pharmaceutical secondary standard; traceable to USP PHR1054
and PhEur




SPME (E##i%:%) & U Fast GC ZAL MY 7)VEEE MS TR LT

WEYERD T 2 IVEET X T IV D3 HEDRFE

Giorgia Purcaro,' Laura Barp,? and Luigi Mondello'?
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2“Scienze del Farmaco e Prodotti per la Salute” Department, University of Messina, viale Annunziata, 98168 Messina, Italy

#E
TZIVBBIT AT )L (PAE) L&, EICHEBER|E L THERIN WSS
Bt &WEEC. A EEL L ME S L ToEI N, BENEE -
HAOVEMBETT |, TSRAF v IMRAD PAE IE. RUS—< K
1w 7 ZIEEMITHES L TS0 T mma)t TREFRICAC
HTWEXT, PAEIFBRFICELNIVTREDN BT EAHY. 7
FICTIRFVIBET A )VLDSEEBITLTEREDT

T PAEISE AN D TR O BRIFRHCZ DEREN DU E T,
BRI PAE 2ICEELTRFIKS U AN EU F84 2007/19/EC

Tld. BRICEAT 2MEH 5D PAE @%Zﬁ IDWTEREN. 7T
SV o feMBHCEFR SN2 EZ —BICL TWE T, PAE(ZETIC
THHBDDT, TDOEEDI é:a%?awiwu 7, BRIEBRODIRIE
EHESHEDERCEENE T, BRDIUHEDD EEEF'OD PAE & 93HR 9
BDITIREINTVBDEZDAEG SRARZICHRIOTNT
274 =0k (GUMS) TEEZITOED T, PAE DHTICH TS
BERFAROE BN BEANICM) 72T ) 20— (TAG)
CEBRSRRRE DIFER BB T EICHBYET ¥, ERBDBRE Y
075 L546 PTV) GC A >V 742 —%RE L. FRLICHAE
BOAT—ICEALTPAE ZE K S TAGH A I 72—k
FTEWSREEMERINE LT, Eo TAG IEZDE T/ o 7
ZvaE—RTHEOLSBRELET % RO PAE DO
BT BB TORPHREL RN RICT BTz, Ny F X
NR—RERE< 1 7 04t (HS-SPME) & 5N TWOE T A EEE
RAZTNIZEESBVETA S AIEDBEMIL. BB TEES
SPME Z WV AR A A R LRE(L T 52 & T &/ \BRDE,
FHRIET, BETEEN DIEREA GC N JUIUEM MS (QqQ) &
BAEOBEICT BT EICHIET,

RER

10 D PAE Z &% 10000 mg/L DA b 7R ZHBE L& LT,

PAE ZFEDEEMZ R 1 1R LE T, AIBAIRIGGREEEN L SRA

D BWNTHRERERD G, TFANSN=IVF ) =T F

A1V (EVO) DB > FIUIC 2 mg/kg D PAE BEES AR A AN L. XV v

FORBILICERLE L AR AZARE, Fvv TE8L0ET
LIRS ERZ A AR5 REER LT,

sEE LTERBERAENITEZR 1 ITRLE T, ZERIGEZA
V>0 (MRM) IS E— R %, 1R2E PAEAREIAT 5 & TRl
fELieR2DN S VDY a &M ZERALCERLE LI 81D
eV EVO 2/ AT A AL 158 E—F i1 OFbY
2T KD EBIREY— XA AV 15&) A 2T DAY
=T OETHAL. COFECHESIUDLE LT

sigma-aldrich.com/food
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®1 PAE (DITHER) DBEFR

Dimethyl Phthalate DMP
Diethyl Phthalate DEP
Dipropyl Phthalate DPP
Diisobutyl Phthalate DiBP
Dibutyl Phthalate DBP
Benzylbutyl Phthalate BBP
Dicyclohexyl Phthalate DCHP
Dietylhexyl Phthalate DEHP
Diisononyl Phthalate DiNP
Diisodecyl Phthalate DiDP

&2 GC/QqQMS D L&t

Target Quant m/z Qual1m/z  CE Qual2m/z

DMP 163>77 20 163>133 10 163>135 15
DEP 149>65 25 149>93 15 149>121 10
DPP 149>65 25 149>93 20 149>121 15
DiBP 149>65 25 149>93 15 149>121 15
DBP 149>65 25 149>93 20 149>121 15
BBP 149>65 20 149>93 15 149>121 10
DCHP + DEHP 149>65 20 149>93 20 149>121 10
DiNP 149>65 20 293>167 5 293>149

DiDP 149>65 20 307>167 5 307>149
HBREER

AV FDmE(L

Wi SLB®-5ms GC A= L%z AW, DINP 5&0 DIDP ZR< X
TOXR PAE DRX— 7\74/ DEENTEL LIz AISD 2 1. 2
DEREDHBTeODICERDRNCTAE T B8, BT CEELE
L7z, ALz EVO '“tﬂ@ MRM 7 O< b7 S L& 1ITRLET,
DI-SPME (Bf5278) A7 v 7%, alkRhHEERE. IS, RER
E. BLTHEDOT7 M Z I B DWW TEE(ELE LTz,
ERBICIE 10, 20 BEO 30 sk E A B L £ Lz,
RIS BIRMEE (n=3) |&. KR 20 OB SOOI
BLVEMBDTRE T LIz, TT T 163D GC AHEFEICINA T
RDOFALETCICREDAPITHDEEZDE. 200D T 74/ \—3H
HESREAN, SRR & EBDOBRER BN —E T SRBEODEIRT
TR, 71 VITIEZ—RATIT7AIN—HERETEDEEDR
WITHUNTlE 250, 270 H LT 280°C A5B& L % L1z, 280°C T
DIRETY 7 FILHRLE G, Fv ) —F—/N\=HR L2k
Wz EhphELz (B3), &REIC. BESE FIC05HKT

(continued on next page)
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2gDiE 3 mLO7E N NIV THIE L. R SAELEDSEBEE
TWELTc, CORER. 29 DlZEHBOEAICIETME AR S DDECLE
MN05 g DBEEIFEFBETCHEWTEIDDVELIE, EBE5DET
BERATEXITH. AROEEZRERICL. DELbZ=EIC L.
BATZVv LIRS B, HHEIZ 05 g DEFICLEL
Tz

AV FOWREE

6 SDORIERER (n=3) &, 0.02 ~ 10 mg/kg D EXPEETERE DA
EVO SRA DY 5T & TR L ¥ LTz, REF/AAERS (RY) A 09962
~ 09994 DEFHEHTHESNE LIz, [ElL EVO HD T 5> sk D
ETHEELE LTz, 2 mg/kg TAMNLTZ EVO &l A 2 BREIChHTzY
608 (1 B3E) D L. BRBLUBT EDIEE (V%) ZEHELE
L7zo CV% Bl DINP+DIDP Z fRE 9 X T D PAE T 10% 77 C.
DINP+DIDP T& HHDFEE T 11.9% T Lz, AsNE R (4 mg/kg)
DAWEE FEENDBEEDEDITE (E%) #HELET A,
DiBP & DiNP+DIDP Tl&# N Z 1 10.2%. 11.8% TLTzA\ D g
TD PAE TlE 10% KB T LTz, R3IITTDAY v FDOMEBEDRH
LEEIT EBMS (SIN) D10 B TIELEERR (LOQ) EH &
U Eurachem Guidelines’ [C#E#L L C157 LOQ ZR L& LTz, S/N &
B LOQ MFHfilE, IRV HEICK > TRED EIH. PAE
IEETITTEHEHBD T, 7707 DN FET BT &

IFZEEL TWE A, ZDTcs Eurachem Guidelines (fE > Tc5tE
EFTVE LTz, TOHETIE TOXSIHERRTIERDIEBND
TEERZELTVET,

0y, =0, V(L + i)

n o ony

TTT\ 0BT TV 7EBORERE. n I FBRBEICHAO LT
VB RO, no 13T SV U EEZTELIcEEDT
SR ETRLET,

®3 @ER
E%  PrecisionCV% LoQ (ppm) LoQ (ppm)
(n=3) (GE)] S/N Eurachem
DMP 09989 2.1 7.0 0018 0.055
DEP 09994 80 54 0.020 0.057
DPP 09989 77 7.9 0018 0.035
DiBP 09962 102 59 0.015 0523
DBP 09989 76 4.8 0018 0.064
BBP 0.9991 9.7 9.6 0.047 0.156
DCHP 09994 -10 6.1 0015 0.025
DEHP 09991  -13 8.0 0016 0292
DINP+DIDP 09970 -11.8 119 0.144 0.157

Bl1 PAEZRMLIETFRSS/N=I VA U—=TFA)VD GC/MSMRM VAR ~ 55 Ly

sample/matrix: 0.5 g extra virgin olive weighed into a 10 mL glass centrifuge tube, spiked with phthalate esters at 2 mg/kg, 3 mL acetonitrile
added, vortexed 30 sec, centrifuged 10 min at 3000 rpm, 1.5 mL acetonitrile from the top transferred to a 2 mL vial

SPME fiber: 100 um PDMS (57300-U)

extraction: direct-immersion, 20 min, constant stirring at 500 rpm

desorption process: 280 °C for 5 min, splitless

column:  SLB®-5ms, 10 m x 0.10 mm .D., 0.10 pm (28465-U)

oven: 90 °C (5 min), 30 °C/min to 310 °C, 50 °C/min to 350 °C (3 min)

inj. temp.: 280 °C
carrier gas: helium, 50 cm/sec
detector: MS (triple quadrapole), 220 °C, ESI(+), MRM, 70 eV
MSD interface: 280 °C

(x1,000)
i MRM
8.0 -
7.0 -
6.0 -
5.0 -
4 a.
] 5
4.0 ofl o
] o & 5 T
3.0 4 = o al g ° @ a
1 = a a
20 7 DiNP + DiDP
1.0 -
] L LM,.L.,_.,...JLMW
0.0
T T T v v v v i v v v v T v v v v [ v
7.0 8.0 9.0 10.0 1.0 12.0 13.0
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2 SPME 7 7 A /\—HhEs A PAE EINERICRIF Y &

12000
M 10min
20 mi
10000 W 20 min
m 30min

8000

6000

Area Counts

4000

2000

DMP DEP DPP DiBP DBP BBP DCHP DEHP DiNP+DIDP

B3 SPME 77 A /\—BiERED PAE BN RIF T 82

6000 m 250°C
H 270°C
5000 W 280°C

a0

4000

3000

Area Counts

2000

1000 -

DMP DEP DPP DiBP DBP BBP DCHP DEHP DiNP+DIDP

&4 RAGREYHFTR DO oz PAE (mg/kg)

Oil Type EVO 1 EVO 2 Olive Sunflower Sunflower Mixed Seeds Peanut Soybean
Packaging Aluminum Glass Glass Plastic Plastic Plastic Plastic Plastic
DMmP <LOQ? <LOQ? <LOQ? 0.044* <LOQ? <LOQ* <LOQ* <LOQ?
DEP 0228 <LOQ? <LOQ? 0.071 0329 0.888 0320 0.626
DPP <LOQ® <LOQ? <LOQ? 0.244 0.019* <LOQ? 0.018* <LOQ®
DiBP 0.953 <LOQ? 0.944 <LOQ® 0.589 391 1.296 3.219
DBP 0.127 <LOQ? <LOQ? <LOQ® <LOQ® 0.616 0.052* 0213
BBP <LOQ® <LOQ? <LOQ? 0.305 <LOQ® 0.099* <LOQ? <LOQ*
DCHP <LOQ? <LOQ? <LOQ? 0.140 <LOQ? <LOQ? <LOQ® <LOQ?
DEHP 0.618 0310 2.341 <LOQ? 0.114* 2.506 0.585 0.446
DiNP+DIDP 5.991 7.207 1.074 <LOQ? <LOQ® 0311 <LOQ® 0.207

LOQ? refers to the S/N value; *LOQ (S/N) <value<LOQ (Eurachem Guidelines).

(continued on next page)
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IR DE D hEE

DI-SPME-GC QqQ MS Tt SNz A7EE BT, fE4 DIEY)H
D PAE S8E DT LE LTe, R4 1 4D PAEDE 2 DK
DB e AR FIERDFLEEZE LW cED T, &
feBEMBOBREEH L E LIz, ¥ — RFrIELYF)—TH
KON 52 <D DINP+DIDP hMEHEINE LTz, — KA 1)L
BOPTIE EEY—FFAIVHAREFREINTSY . INTAE
B E—FUEANERIN TV E L

ot

SR, SREORENRT PAE DHHEZRIF L. AR TREN
LE LTz KED TAG ZERWUBRL fesbD &R LLE HITE [ EHTE.

DIE—RTPDMS SPME 7 7 A /\—%{FERT 5T LT, &FE. B
IR EREES LUEERADR CRIFEMENEONE LI, T
DFEFEEMNS <. 300 EBDODTE CHEIRES LURES
WoTle m ChHZ LMREIFEDY FHEA T LI
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0 Featured Products

Description Cat. No.

GC Capillary Column

SLB®-5ms, 10 m x 0.10 mm I.D,, 0.10 ym 28465-U
SPME Fibers and Accessories

SPME fiber assembly Polydimethylsiloxane (PDMS) 57300-U
df 100 um (nonbonded phase, needle size 24 ga, for

use with manual holder)

SPME Fiber Holder for use with manual sampling 57330-U




NARP-HPLC-APCI-MS % AL =3 8
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Marco Beccaria' and Luigi Mondello'?

'Chromaleont s.r.l., c/o “Scienze del Farmaco e Prodotti per la Salute” Department, University of Messina, viale Annunziata, 98168 Messina, Italy
2“Scienze del Farmaco e Prodotti per la Salute” Department, University of Messina, viale Annunziata, 98168 Messina, Italy

F=API=T IV EVOTABBERDIE P, X 7APIEE
WO T FEMRRDIE 5 £ RIS EN2HER (RYDIEAEE)
WKiFhU 72 b7 e0—)L (TAG) EHhE&ELEBLTVWET,
TAG DRERRICIE. UE. BY). BALDERFEE WS ERZDRELE
9, BYNMERERATRD TAG ORISRV BELHAHDN TV 2DICIE
2DDEBELBHYET, 1 DIE TAG NN FEBFELUREICBWL
CEEGRANZERCLTWVWDTETT, £ 1218 BmREENZ
BEL. UYL, BRIBEY 22BN HDIETT, BREDZES
Il SHBEERERIRZBE CORMMENRMSD 2 ULIIHEEN
THEATED TAGEDS OBEEGHRAHEFENTLET,

AHBOEEEEDTT 2HE. BFDEREIHHET 2T LIdE
BRATYTTT, TNELERH Do E DA RBEY >/ T
BEBROTERNMESNDH ST, BEBFMHEICH WL TIEBERED
BB L OISR BR Tl TR AR Z R LA T 20 E
DHVET, TV ABRIEICKY., EBIEDBEWVIEFD D
DREEPEEN TELLEDNS T, RRE Tld, HRLEESIHE
BEERNSIERD EHE L. LOMS 3E56 57T TAG DD D
EIDHECODNCENE Y, ORISR, BR A E<7k
BIEDTTAG AN E SEDL DD = ANBHEIC DR B =]
DATVTTY,

Eipagiyzz 05k S el
I EFOL R R 22 I T A DI, Schmid-Bondzynski-Ratzlaff
(SBR) ##HH5% (IDF-International Standard 5B, 1986) ZFEWNE LT |,

F—27)U M EtEHCIE 1SO 14156:22012 32 F AL T FERICRRRIF D &
HELE L, <4 O& T Bligh & Dyer D73 > CHUEBLEL
1o

1.F—X

TEvVTrLI KEEYY LI AT D)Ly Y o D)LY
V=2 ALTvFE—/ XAAIVR—Z KFEY YR AT
BEBLDF—AEANFE LIz, Belinid. F—R5R%Z 10 g (IE
FEICFEE). 20mL D 02 NIBEES KT 20mL DIR/ —)LEART
ZADTMA BT ETHHLE Lz ARTZX30% 50°C DKAEIC
B RTRF VI AZ—Z—7ZfEV—TERE T 30 DT PH IR
ESULE—LBEEREEVE LI, 72 RADZFOKCERE TAHE
B210mML DO NAFHEITFILIT—TIL (120 v/v) I R
EBlREETSICS DIRES LE L, BBRA 10 DRBREL. B
DEIEE LI, COMEFIEE 3ERURLE L, BIEEERT
&, FEKFREE S M) U LTERLTABL. B TR ERREICLE
LTz, BONEIRRAIXERT 2% T-18C TRELF LI

sigma-aldrich.com/food

len.sidisky@sial.com

2.3—=5IV+

=TIV DR DIE. A=) Mk E 10 g (EREICFEE). 20
mL D 05N 7V EZT7R/BRB LT 80 mL DIZ/— /L&D KREO—
MIIZ AT ETHHLE Lz, 9FA— M aiEd UEh s, 100 mL
DITFIVI—T )b TNT 100 ML D n-X> 22U ZEINAE LT,
ERE 10 0BEL. BAnBtS8E Lz, T—7/VEZEUN LE
KEREE S MU D LD ETEBLTABL. O—2)—T/VRL—
A—TCHEREICLE LTz, BONICRIRIRAITFERT 2% T-18°
CTHRELF LI

3.—=7—F

X7OETEDERIE. BEIFD%E 10 g (EREICHEE). 30 mL D~/ O
ARV AR/ =1V (120 vV) ZDEA—MENA 2D T & THIH
LE LT Bk AREZEYEHL THIODERA—MNIIIA. 10
mL D7 AAKRIVLAE 10 mL DZEBAZEML. HiELE LT 1§85
NISBERZ 5~ 6 ZDEOHEITHIFTAN, 3000 rpm T 15 7
OB 2 DDBNMESNE LTc, TORBICIIIEM DD EENT
B INEEDRELE LI, LOBLEDRIIODRO— KT
ADTCWABTDEFR Y Y 7V aEhe, E5IC2EMELE LT,

51 3 Bl DI BREX. BERNEL., #EKREST )T LDLE
TEIRLCAHBLIR EET CREREICLE LI, /5Nt
IRRAIIMERT AE T8 C TRELE LT

NARP-HPLC-APCI-MS I &k 55 #h
BERhH D RARE IR 15~ 30 mg & 1 mL D7 > THER
L. 045 um Acrodisc® 7 AR « JL2—TAi8 L. LO/MS Dt
It L& LTz, BRSO TAG #EALIE. &iE{E L7z NARP (3EK
WiHE) -HPLC EZE R Y 7 TRREA F A LEEDHT (APC-MS) 1%
HEMEFHFEDE T LE LT, C18 1&8f Fused-Core® >/ 1) A7¥IF
SE&Te Ascentis® Express U/HPLC 55 LK 2 TEDEREE T
A TEE LI

BRLER

1~31C. TAMLERBLADABRORENG /AR M T L%
SLET.EE & ATV Y« F— XD NARP-HPLC-APCI-
MS PO TIC 7O~ S LITDWT 2 OFEIEALICEDT
T, ®1ICE REEMEHA THB Iy« F—X5,
#H 5 NARP-HPLC-APCI-MS 2 #fr CHESR S M7z TAG T, TAG #
HAET RS SUEMREARRICE SZL T 20N DN TIE, IRIEY
H TR T, FDT —42E. GC-FID/MS EER TSN AshE:
DA EEET B EFEEINE T, TOHEDRS WL, K475
SR DV CEMRERZDOREMEESHT L. BWIDENDERSH
BDVNEREMEBRANET TOEESE L EOHME. H5UNEE
{EEFRRGEIEZ BHESIHETHET BT LICHIET,

(continued on next page)
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&1 NARP-HPLC-APCI-MS DR TR DD ofeA I z)b= vy « F—XEHRHD TAG
RIFERE R LEMES N BLUEHE % ZRLET, D72)07)a—/UHE (DAG) i [1X—7 TnlLE LT

No. TAG RT (min) Area % No. TAG RT (min) Area % No. TAG RT (min) Area % No. TAG RT (min) Area %

1 [MBU] 3.10 n.g. 43 MCaCa  19.86 0.06 85 PdLala 2847 * 127 LMP 34.86 0.01
2 [MCp] 3.82 n.g. 44 lalaCa  19.86 * 86 PPdC 2847 * 128 OPLa 3531 0.17
3 [PBu] 4.20 n.g. 45 PCaC 20.03 0.60 87 OLCa 29.17 0.09 129 SOCa 3531 *
4 [PCp] 540 n.g. 46 MLaC 20.03 * 88 O0C 29.17 * 130 OMM 3531 *
5 [OCp] 540 n.g. 47 OPoBu 2043 2.77 89 O0Co 29.17 * 131 PPLa 3594 0.37
6 [SCp] 7.39 n.g. 48 OLBu 2043 * 90 OMCa 29.55 0.11 132 SMLa 3594 *
7 LaCaBu 8.03 042 49 MMCp 2043 * 91 Olala 29.55 * 133 SPCa 3594 *
8 CaCC 8.03 * 50 PLaCp 2043 * 92 OPC 29.62 0.59 134 PMM 3594 *
9 CaCaCp 803 * 51 OMBu 20.71 7.87 93 SOCp 30.02 0.59 135 SSC 3594 *
10 LaCCp 8.03 * 52 PMBu 21.16 11.70 94 PMCa 30.02 * 136 PPdM 36.77 0.01
11 MCBu 8.18 0.17 53 PdCaCa  21.72 0.02 95 MMLa 30.02 * 137 OOL 3698 <001
12 OCpBu 8.34 0.57 54 PPdBu 2237 0.87 96 SlLaCa 30.02 * 138 OOM 3744 0.06
13 PCpBu 8.34 * 55 EdMBu 2237 * 97 PPC 30.18 0.69 139 OPM 38.02 0.14
14 CaCaC 9.95 0.01 56 OPdBu 2251 092 98 SMC 30.18 * 140 SOLa 38.02 *
15 LaCaCp  10.14 0.08 57 OPoCp  23.06 0.60 99 SPCp 30.69 1.01 141 SMM 3867 0.09
16 MCCp 10.20 0.12 58 OlaC 23.06 * 100 OPdCa  31.03 0.03 142 PPM 3867 *
17 MCaBu  10.75 1.57 59 OCaCa 23.06 * 101 EdPC 31.03 * 143 SPLa 3867 *
18 OCBu 11.05 142 60 MMC 2349 0.99 102 EdMCa  31.03 * 144 OOPd 3945 0.02
19 PCBu 11.27 0.34 61 PCaCa 2349 * 103 SSBu 3145 0.77 145 OPPd 3945 *
20 PdCaBu 1253 0.18 62 OMCp 2349 * 104 PPdCa 3163 0.05 146 EAPM 3945 *
21 [MM] 12.73 n.g. 63 OOBu 23.88 346 105 OllLa 31.99 0.05 147 000 39.87 0.01
22 [PLa] 12.73 n.g. 64 PMCp 24.09 142 106 OOCa 31.99 * 148 PPPd 40.02 0.04
23 LaCaC 12.99 0.04 65 OPBu 24.18 12.51 107 OPCa 3248 0.37 149 OOP 40.02 *
24 MCC 13.36 0.34 66 PPBu 24.72 14.81 108 OMLa 3248 * 150 SLP 4033 <0.01
25 MCaCp 1336 * 67 SMBu 24.72 * 109 PPola 3248 * 151 OPP 40.61 0.06
26 PCCp 13.45 0.28 68 PPdCp 25.24 0.31 110 PMMo 3248 * 152 SOM 40.91 0.01
27 OCaBu 13.70 1.12 69 PdlaCa 2524 * 111 SOC 3248 * 153 PPP 41.27 0.05
28 MLaBu 14.06 3.66 70 OPdCp  25.88 061 112 PPCa 33.06 0.21 154 SPM 41.27 *
29 PCaBu 14.06 * 71 O0Cp 2641 0.89 113 MMM 33.06 * 155 EdPP 41.96 0.01
30 PdLaBu  15.83 0.24 72 OLC 2641 * 114 SMCa 33.06 * 156 OEdP 41.96 *
31 LaCaCa  16.22 0.05 73 OlaCa 2641 * 115 PMLa 33.06 * 157 SPPd 41.96 *
32 MCaC 16.46 0.39 74 OMC 2641 * 116 Slala 33.06 * 158 SOO 42.54 0.01
33 PCaCp 16.89 0.80 75 OPCp 26.83 1.59 117 SPC 3330 0.35 159 SPO 43.11 0.03
34 OBula 17.20 2.24 76 PMC 26.83 * 118 SSCp 33.88 0.14 160 SPP 43.73 0.02
35 PoMBu  17.24 0.71 77 PlaCa 26.83 * 119 EdPCa 33.98 0.04 161 SSM 43.73 *
36 PMoBu  17.24 * 78 MMCa 26.83 * 120 OlaPd 3398 * 162 SOEd 4435 <001
37 MMBu 17.58 5.87 79 PPCp 2746 3.20 121 LLP 3420 <001 163 SSPd 4490  <0.01
38 PLaBu 17.58 * 80 SMCp 2746 * 122 OLL 34.20 * 164 SEAP 4490 *
39 PdCaC 18.28 0.19 81 SOBu 28.01 0.50 123 OOMo 3448 0.01 165 SSO 4544 <0.01
40 PdCpLa 1867 0.15 82 SPBu 282 6.38 124 OLM 34.61 0.01 166 SSP 46.03 0.01
41 PdMBu 1943 0.46 83 EdPCp 2847 0.08 125 OOLa 34.79 0.02 167 SSS 4816  <0.01
42 OCaC 19.72 0.13 84 SPdCp 2847 * 126 OPoM 34.79 *
=& 1 OBEHR

Bu : Butyric acid (C4:0). Cp : Caproic acid (C6:0). C: Caprylic acid (C80). Ca: Caprinic acid (C10:0). La: Lauric acid (C12:0). M: Myristic acid (C14:0). Mo : Myristoleic acid (C14:1).
Pd : Pentadecanoic acid (C15:0). P:Palmitic acid (C16:0). Po:Palmitoleic acid (C16:1). Ed:Heptadecanoic acid (C17:0). S: Stearic acid (C18:0). O:Oleic acid (C18:1).
L : Linoleic acid (C182). Ln' Linolenic acid (C18:3)

[]: diacylglycerol
* —DRID TAG L B> TAH
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B1 /vFalu—FFv Y7L >F—XHD TAG 2D NARP-HPLC-APC-MS 731
column: Ascentis® Express C18, 15 cm x 4.6 mm |.D., 2.7 um (53829-U)
mobile phase: [A] acetonitrile; [B] 2-propanol (IPA)
gradient: 0to 70% B in 50 min; held at 70% B for 5 min; to 0% Bin 1 min

flow rate: 1 mL/min LC/MS Instrument Conditions:
detector: MS, APCI(+), mass range 250-1100 m/z Shimadzu™ LCMS-2010 APCI(#): range 250-1100 m/z; nebulizing
injection: 7 to 20 pL gas (N,) flow: 2.0 L/min; heat block: 300 °C, CDL temperature:
sample: lipid extract, 15 to 30 mg/mL in acetone 300 °C; interface temperature: 450 °C; detector voltage: 1.6 kV
(x1.000.000) Partition Number (PN): BREREIDFFIE —BIRESTD _(E%5 LN
TIC £
5.5
5.0
4.5
4.0
3.5
3.0
2.5
2.0
1.5

a0

0.5
T T T T T T T T T T T
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0
Min
18 Partition Number (PN) 54

2 I—7)V D TAG 38D NARP-HPLC-APCI-MS 3#f

DITEHFIERTEREC
Tic (x1,000,000
2.0 3
19
18
17
16
15
14
13
1.2
1
1.0
09
0.8
0.7
0.6
05 U
043
0.3 3

T T T T T T
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 Min

18 Partition Number (PN) 54

(continued on next page)
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3 AV Ix)V=vY 4 F—XHRD TAG $BD NARP-HPLC-APCI-MS 34t
DTRAIEE LRI,

TIC (X 1 ,000,000)
85

8.0
7.5
7.0
6.5
6.0
5
5.0
4.5
4.0
35
3.0
25
2.0
1.5
1.0
0.5

.

5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 45.0 Min

o
S

18 Partition Number (PN) 54

SUPELCO
S U p e | Q U E Z—S e p Solutions within.

Z-Sep>/')—Xl&
ThELIGAIEELBRZBNIPRELET

BIGOFRET > TIVDTERIETES
sigma.com/zsep-jp

Explore the solutions within

SIGMA-ALDRICH"

Reporter 33.4 Food & Beverage Supplement

sigma-aldrich.com/food




4 A>TV v 1 F—ZXHD NARP-HPLC-APCI-MS 1fIC#H1F 5 TIC 7O b5 LDIEAK

Panel A: 0 - 25.5 minutes
Panel B: 25.5 - 50 minutes

A)

%1,000,
TIC (x1,000,000) ° -
wn < o)
8.0 ) © S
' 3 3 °
7.0 - 2 I i |8
o) + ~ o
ol m ® N 3
6.0 N o ©
N - m 3
5.0 - +
(=} %) ~N ™ <t
: — o~
40 3 -
2 T e R m !
3.0 ~ — - ®
+
&
2.0 2
g
o0}
1.0 L‘Q/
0.0
5.0 7.5 10.0 12.5 15.0 17.5 20.0 225 250 Min
18 Partition Number (PN) 36
B)
1,000,000
Tic ¢ ). © © S i _
D o ES = @ O 2 i
+ O N n a5 N NTF i < R 2 =
8.0 - £ + O o %) Nov & = <
@ I == N TN + m o
™ < = NN o <
- T+ > T (] |\ T A N
o O [ 3 s = RXew @™ - % S
709 R S =5 &8 Sm = 2 |FfeL=D
S ke & o~ F [ & b - *
6.0 $ % E‘_O I E E Y ol
~ 0 T e | & e / Q
+ o o — |~ N —
5.0 0 - % * 2 © < 5
N 5 - T & n
o = n O O
4.0 = < - 2 2
2o 3 2 3
3.0 ERet S & o
o |+ =Ll m
2.0 NRE 5 =
] al® 3
1.0
0.0 +
275 30.0 32.5 35.0 37.5 40.0 42.5 45.0 47.5 Min
37 Partition Number (PN) 54

c Featured Products

Description Cat. No.

HPLC Column

Ascentis® Express C18, 15 cm X 4.6 mm .D,, 2.7 ym particles 53829-U
Lipid Extraction Reagents

Hexane, puriss. p.a., ACS reagent, reag. Ph. Eur, >299% (GC) 32293
Diethyl ether, ACS reagent, anhydrous, 299.0%, contains 346136
BHT as inhibitor

Sodium sulfate, anhydrous, free-flowing, Redi-Dri™, ACS 746363

reagent, 299%

Description Cat. No.

Ammonia, anhydrous, >99.99% 294993
Pentane, anhydrous, >99% 236705
Accessories

Acrodisc® syringe filters, nylon membrane, diam. 25 mm, pore 72259977

size 0.45 pm
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Supelclean™ EZ-POP NP, Silica Gel SPE &5 & T
SLB®-5ms GC 5 L&A -gimhRUIR(ELET 1 =)V (PCB) D53th

Kathy Stenerson’, Principle R&D Scientist; Caitlin Brown?2, 2014 Summer Intern
'Sigma-Aldrich/Supelco, Bellefonte, PA

2Pennsylvania State University, University Park, State College, PA
jennifer.claus@sial.com

RUBEE 7 T Z)L (PCB) &l Hh DT g, FEARS LU a2 HE>T GU/ED TIHTWE Lz, BEld. AF T THRELE
FBEHE LTLCAVLNTWE s, ZOHRTHRASAVSN  AENMEERE AT 5 SREME CITVE LT

FERRICE TV R (BERR) HHYET, PCB DFEAIFZ{DETE

LEEN, ZD#EbLES LOMERI Stockholm Convention (R kv 277k

IVLREE) TEUESNTUVET |, LH L. PBIFRRICRAREY %1 amsircooh -7 PCB 48 (UPAC &)

NEYZREEYNIE, PCB Z B GEERERNODRA HAWLIER
SR SR IR TR S > TR, It S LA SUZUERER e
TWBERDNET % 2 52 2,255 Tetrachlorobiphenyl 1157
3 101 2,2/4,5,5'-Pentachlorobiphenyl 12.92
The Agency for Toxic Substances and Disease Registry (ATSDR) (K 4 81 3,4,4'5-Tetrachlorobipheny 1333
EEMMERREEE) & EE. BT P IUBEDRIREN 5 77 3,3'4,4'Tetrachlorobipheny! 1349
EWVOTERICEDE PB ZRLEFHFMEDSE 9 B 6 123 2,3,44/5-Pentachlorobipheny! 1381
L7z % PCBIEBRKIE D T, EiRIcERT 2EEHS Y. b DK 7 18 2344.5-Pentachlorobiphenyl 13.87
S EYNEHE FRHIOEMDBRAEERT BT EICEYET, PB & 8 114 23,4:45-Pentachlorobipheny| 1401
BGEBNOFSNLY., ) RBICRES N LSS PBIE. 2 153 224455 Hexachlorobiphenyl 1419
EBHDIV— R TRDK S EAEEMDERICA STV FTREES 1 0 2odas Tenadiobiphent a2
BUET, ZORR. APARNUREERNICEDALOREE R T e e
DYRS EFRET. Ehiad - ’entachloroblp.henyl 14.74
13 167 2,3'4,4'5,5-Hexachlorobiphenyl 15.02
14 156 2,3,3'44,5-Hexachlorobiphenyl 15.34
Ol T4 YR 2RE (EPA) PR IUYANFYIRER DHA) 5 5 157 233445 Hexachlorobiphenyl 15.40
EBELEX)Y bDHBEFEBAEZFLTH. ARDE U MERERE 16 180 2,2.3,44'5,5-Heptachlorobiphenyl 15.57
BIBRTY., ZDft. FUADBEICK S PCB BEICRAL TN 17 169 3,3'4,45,5-Hexachlorobiphenyl 15.89
BEY. FAFRREHNFUNES (EV) BEICEIFSN. £z A 18 189 2,3,3144,5,5-Heptachlorobipheny! 1641
THIVZTNEEEIER 65 5574 A M AR T ElcEYELIE ™, 19 209 Decachlorobipheny! 17.79
TOWVDTRAEDN BUHD PCB DITDMEMEIC DIEH > TVNE T,
—MREYIE DT AL GO/MS B\, GC/ECD TITWE 9, ZDIHE. #2 Supeldean™ EZ-POP NP % FAU Mz b 50D PCB 480D SPE 3

EBSDOBVRET My s A0S PB ESHT B, 2T o
B S DA SETT. BRTONSRE LT Rt T 774 PR gy CABA oA

IR B7555, 7 VBB O] N 57 4— (GPO) ZAL STy ESIPAEEEAROs I Dl (S

255 BB HPTILEFHS LERNEASAIOT RS S O>71<a=>% 110 mL acetone, 10 38 10" ~ 15" Hg TEzk

T —EAVBITENBYET °, RHME TIE, T Supeldean™ BURAIN: 05 9 S5O8F, = b1y ECEEHE

EZ-POP NP SPE %, SBHMERUCS U5 ILA— kU v D% U s Bmbacetonile o
FBhE (SPE) AR LE Uiz, @5NI LI, /\y 555 R e R =PV R, 25 0 ML AT 7 €
> FAVEC . GUECD ZFBLT ST PCB EDAAHTIRETLE, e herene IR AU CERTC I S CR

RER %3 Supelclean LC-Si 2 & BEHHEHAND SPE 21— 7y 7
BEA L2700 sA. 1158tH 5 10 181bE Th 19 F&ED PCB 8%

10ng/g THRMUE LTz, T 19 FEld, tHFREEES (WHO) (T k> FEL < 1w R CEZ-POP NP SPE 7 (3% 2) & FBUN CRASE L F= iyl it

THBEN S A A+ U RERES NI 1280755 — PCBIRL, SPEF 27 Supelciean LCSi 100mg/1 mi. (504041
RIBRICKCEONS 7BHASENE T (R 1), A&, HEEHE O 7 4>a=>% :4mlLacetone. 10 537 10" ~ 15" Hg. Z D% 4 mL hexane
BMEL OB LE Lic, $fe FIEThEL bR FURRII 253 A AL CHRLTEIRAE hexane SEEEAD T ml
BLELf, ABLOEAMIOSEERER 2 5L0 3 IREHL At ml hexane

FECHbB L)~ 7y TLE L. HHERITRLE ARREIE AUCERTC Il & CRiE

Reporter 33.4 Food & Beverage Supplement

sigma-aldrich.com/food




HREER

AV FOR#E(L

L. 2SR E ) —> 77y TIE EZ-POP NP A— R 1w
DHTITVWE L Bonfer7erZ M)LiEY A EmEL GC/
ECDITEALFE LTz LOL N\ I TS RAETE RIITA
9% 2fED PBELIEHETEEEATLE @ 1), SHDEL
BHEAETHBT N N)IVDEERS L TN\ I T IO R E
S5 ZSEEME LT, LHOLTINTIE GL/ECD AfiETiT 5> DI+
PDIERE THEERBE TEL T A T LT, &K EZ-POP NP SPE
H— by DIk, iEHIERRD B AR OIEEIE B R D I
HINFHDT. GCHOMTHDEL NV THEDE B TEE Y,
LH L. ABYDhI LS i YIRS DA &S I SEE N E RV Y,

ZDfesD. AFIIREHRHD EZ-POP NP SPE EEWR T 5T AW
BCY, YUATIVE EERHODES LUV -7 v FITA
<BULSNBIBREOTFIERITY, > UAT ILDH THH R U
T2EZLDFE KEVWTAZDA— M) v ERBDAES
WEELET, LH L. EZ-POP NP A—h I BN TREL 22
SEEEEOBEEIE. TmL/100mg D/NE W XD U A4 L
H— by I TN IRES Ix . TNTOD PCB A KRHT
EBTEIDDVELE B2, DTV ATIVA—R) Y IE(ES
I, EZ-POP NP HIHE A S8 7 b Z b U Ui % JERIEA
ISR LTI e THUSERIGAF T D
HlcRURITLE L

EUNES S UBIRY
L CmiE LTz SPEE%E 10 ng/g D PCB Z L fc 2 = AFdEs,

RSD I& 5% T LTz, FEARID 2 ZFFERNSIE 3 8D PCB AR E
nNELic ®@4), LWVINEITSF—PCB TIEAEL WHO I2L 2T
BAFFURELTIAMMEFENIEDTEH Y A &
N2 ZRRD 35N T LIEHEERR 4 IORLE T, AIER
IRMEIE PCB #8 No. 153 B0 No. 180 (T3t LT <10% RSD T L7z,

No. 138 [ L TlETNKUBWMBEZU E LIzh . TnidZD¥E
DE—=TDBEMIIN—=AZ1 v DEaE—Ihd RO —7ES
DREEE e T, TDEDIBENR=AZA VDR N L DIHE
I&. ECD D TlEE L <7 BBV BHBRA B R
(ECD T LEWE) TENTWVBHBRITGREEDRTELBYET,

fthd B> 7 VIR L DLEEER

EZ-POP NP /1) 5471 SPE SEIC K> TR i niEadic D
W2 FBEEOMES KURBEUATHE LE LIz, HAE ) AFH
VEROE. BB THEEL ) AFHUERDE KB UHT )L
SPE #itH (2 g/12 mL) B&KT C18 SPE A—hUw (1 g/6 mL) T
AU 2 SRR A D 2O HETHBE L E LA L
PNEESNIAAEND/ v 755> R GCECD DTk
TEBTENDDVE L (®5BKU 6), i CHRELImEY
DiFE. I\ 7757 Rz L TiREEI Nz PCB &L 2 FEF2I T
1)7 /C18 SPE TRE LR TR M v 7 ARSTET 118t
BHTEFEATL,

&4 ERNORZAEARICREE N PCB 48

BombloERALE Lz, B3 IciE 757 ELEIEROFHL PCB Congener Concentration (ng/g) % RSD, n=3
INEH, BEMATRT T5—/\—&EBICRLET, FHEINRIE 153 16 7%
75~ 120% TI H\ BOKEDZREFL PCB209 Tld 59% SR 7E> 138 18 23%
TWE LTz 6 EHOIZZERZE (% RSD) (& 1~ 17% DOEFE TFH 180 8 9%
1 Supelclean™ EZ-POP NP it L =72V F 0. PCB #57% 7#:hN L e fimad GC/ECD S
column: SLB®-5ms, 20 m x 0.18 mm |.D,, 0.18 um (28564-U)
oven: 75°C (1 min), 12 °C/min to 340 °C (20 min)
inj. temp.: 250 °C
detector: p-ECD, 340 °C
carrier gas: hydrogen, 1.2 mL/min
injection: 1 pL, splitless (0.75 min) . )
liner: 4 mm 1.D, split/splitless type, wool packed single 1. 244 -Trichlorobiphenyl (No. 28)
taper FocusLiner™ design 2. 2,2'55'-Tetrachlorobiphenyl (No. 52)
o
8
N
o _
g 4 | 2
o
T T T T T T T 1
12 14 16 18
Min

(continued on next page)

Reporter 33.4 Food & Beverage Supplement

sigma-aldrich.com/food

25

a0




26

2 Supelclean™ EZ-POP NP #I>/ 1 A%° )L SPE 7 U—>77v 7 LTz, PCB 8% AN L el GC/ECD 7

DIEHERNERC

1.2,4,4'-Trichlorobiphenyl (No. 28) 7.2,3:44,5-Pentachlorobiphenyl (No. 118) 13.2,3'4,4'5,5-Hexachlorobipheny (No. 167)
2.2,25,5'-Tetrachlorobiphenyl (No. 52) 8.2,3,44'5-Pentachlorobiphenyl (No. 114) 14.2,3,3'4,4'5-Hexachlorobiphenyl (No. 156)
3.2,2/4,5,5-Pentachlorobiphenyl (No. 101) 9.2,2/4,4'5,5'-Hexachlorobiphenyl (No. 153) 15.2,3,3'4,4'5'-Hexachlorobiphenyl (No. 157)

4. 3,4,4'5-Tetrachlorobiphenyl (No. 81) 10. 2,3,3'4,4'-Pentachlorobiphenyl (No. 105) 16.2,2/3,445,5'-Heptachlorobiphenyl (No. 180)
5.3,3/4,4'-Tetrachlorobiphenyl (No. 77) 11.2,2'3,4,4'5-Hexachlorobipheny! (No. 138) 17.3,3/4,4,5,5'-Hexachlorobiphenyl (No. 169)
6.2/3,4,4,5-Pentachlorobiphenyl (No. 123) 12. 3,3'4,4'5-Pentachlorobiphenyl (No. 126) 18.2,3,3'4,4'5,5'-Heptachlorobiphenyl (No. 189)

19. Decachlorobipheny! (No. 209)

Hz
140 160180200220 240

B3 Supelclean EZ-POP NP #3147 )L SPE 71)—> 77w 7 LTz, PCB 10 ng/g T LTz 2 5 FFaAl o PCB SFHEUNER, n=6

140%

120%

100%

80%

60%

40%

20%

0%
28 52 101 81 77 123 118 114 153 105 138 126 167 156 157 180 169 189 209

Congener Number

Reporter 33.4 Food & Beverage Supplement

sigma-aldrich.com/food




4 Supelclean™ EZ-POP NP #&IT/ 1 %71V SPE 1) —> 77y 7% FAL Mz PCB SEARINA = AEHEIRIDIZH) PCB $BITRd % GC/ECD 2347
DIEAFFEIEEC

9.2,2,4,4'5,5'-Hexachlorobiphenyl (No. 153)
9 [ 10.2,2,3,4,4'5'-Hexachlorobiphenyl (No. 138)
16.2,2,3,4,4'5,5'-Hexachlorobiphenyl (No. 180)

Min

5 NFUUERELUOEY ') —>7 v 7 Uiz PCB A2 ZR#

PIEHFERNERLC
1. 2,44-Trichlorobiphenyl (No. 28)
2. 2,25,5-Tetrachlorobiphenyl (No. 52)
! 2
I I I I I I ]
12 14 16 18
Min
6 UABH4IVSPE B KT CI18 SPE THU—>77 v 7 Lz PCB #MNZ ZRFH
PIEEFEFKNERC
I I I I I I I ]
12 14 16 18
Min

(continued on next page)
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HIREHD T RIVD 3R PEHELE LI TV R CTIE Ny 7750 RHMED o fc
TR R D DTSRI L 2D T EZ-POP NP/ UL 7 Uk DTHHCEL LIcH\ P IFHEREENE LA T LT, BilA
BLORBREZBRAL CTHROBAENTIVDDETVE L, TR/VEIT/\y 7750 RV EBRIL A7 /VASOD
3BOT SV RRENRIC, TOEEDHALUCEND PBENFE  EMEHICBRL TV SRIREED DY &I, BMEOU A ML €
TEDEDDEDNTLE LTz, LO L. SUIBATRIVORITIE, ##E  SFUPKDLSIBTBERHNSENTEY. INSHHEL TR
BESHRCIRBERINGD 2N\v I IS0V RSN ELTe D/I\v I TS50 RHNBRIEICR S fcRReEhi b ) &9

(B7), A3 fER 21 ET/\ 77T FHERD PCB DR

7 Supelclean™ EZ-POP NP /1) /%7 )ik CRRB LTz il 7 )L 3 752> Risdi#iod GC/ECD 34
PREAFRITEFEC

|||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||
11.0 12.0 13.0 14.0 15.0 16.0 17.0

Min
T T T T T T T 1
12 14 16 18

Min
T T T T T T T 1
12 14 16 18

Min
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AFGTHA LTz Supelclean™ EZ-POP NP &3/1) /3 SPE % FBU e ax,
BIETIEEIL, 2 SFBREBEYICY ) —> 7w TTE GLED I
&% PCBEBDODIHAREICE Y K LTz, THUTH L, HIR/BE T
LB BUNET 1) A5 /18 SPE AT K A REEDEIR TR A DI
H#l PCB BBDDHTICABIE T LIz, DAY v RTORMERD
SOEUNERIL, PCB 209 ZFRNT 75% LI E T LTz, (PCB209 MEUY
K|F 59%), FEARMD 2 ZFFHDIZE. WRE) A MTEH>TWS
PCB BBOHIEMEL NIV TIRHEINE LTeh 24 A+ UkEE
AN TWVWBEDIEH Y EEA T LIz, TORESHEEHDS
BITFDELWEL LA HiRDOEHA T/ UITiEHBEL TOEE
A TLTz, THUEL KPE S F DL H T VADIEEHEE
BIDERDRIEEMEL DY E T, TNSDIBEH(E. EZ-POP NP 71—
b1 2ERdD Florisil® DEMES KU 2 BBRICERLIEA— N Y
IOV HDFEREHEL, I\ T TSI RELTIEDDE
BRSO EAREENE R SNE T,
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0 Featured Products

Description Cat. No.

Supelclean SPE Products

EZ-POP NP, 12 mL, pack of 20 54341-U
LC-Si, 1 mL, pack of 108 504041
Column

SLB®-5ms Capillary GC Column, 20 m x 0.18 mm I.D,, 0.18 um 28564-U
Accessories

Visiprep™ DL 24-port Solid Phase Extraction Manifold 57265
Visiprep™ DL 12-port Solid Phase Extraction Manifold 57044
Disposable valve liners, PTFE, pack of 100 57059

Did you know ...

Z-Sep ) —RI3IHE LG HIEE L BREBRANFFELET,

FREY Y TIVEERIFTES
sigma.com/zsep-jp

Supel™ QuE (QUEChERS)

SUPEL QUE > 1J—X&

> 1 - —UIENEEL DRI LORERE CRR
- Z-Sep TR  FEEDZ WL VR ERIC

| > VB |
sigma.com/dspe-jp
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BES (KUY MY Y) OFFHEENE
Sigma-Aldrich (&7/37 4 M National Research Council (NRC) DEURWERA L E LTz

2015_Analytix 5

Matthias Nold, Product Manager Analytical Standards matthias.nold@sial.com

e

BERDORITIE, 74 OMFT Yy (BFE) EMHEN 558
NEEMEERT HENDYET . BYIEHZEEL.
SV feHEIFBEP LT YA DL S GEFESHD)
YOBATERLASTEREICERINT EDEN
feEEITHEEBRRPEHEN A EDRLBEHEFIERZS|
ERITEDBVET,

EbDEFREIRVZE NS 5H. BRAY—7—R0D
LR MHERDDORBNEA TN TNET, FDA &

saxitoxin, brevetoxin-2, okadaic acid. domoic acid & &
U azaspiracid $8#54875 5 TN ciguatoxin 28l L. 5F
ARFAERE LE L 1], BUNZEERIE domoic acid.

okadaic acid. dinophysistoxin 8. pectenotoxin %8,

yessotoxin 88 £ O azaspiracid FB#AI3T L. EC AR
No. 853/2004 T L[RE% E&D. 1A (LC-MS/MS HMF
1) Z 38 No. 2074/2005 £ U No. 15/2011 TIREL
TWET,

IATEDRFE S IEREEEDOHITIT REMBL LT
BL2BEMHINETCIT O AFIFKERRECTT, HEx

SEFEENEM (1) THY. Z<DIFEROLPT
7AOYA I IVHBENEBERESATOET, TDfcsd
BB RIS E CHIFRICFRDND D Béd,
BN EMIE. TN EEmMT %D DHNETFREN
FNEIVHE UBRLUEITNEEY EE A,

HF A EMFZERFE (NRO) (£, IBIAVRGEEE4AS
RIOT T BHFREHZEYE ((RV) ZRFELE LTz, T
VFw G Fr )T L= a N ERTELE—
PDOSBEHERENE < N v AGRAHZEE L B Y
£9., EMOLREE L FEIE FBREITNVR & LC-
MS ZHEI+E DO THFEL TOEX T, BEIZEE NMR
LRELADIORNIZ T4 —TEDHTHY ., H—MH L
UREMDT A MEBFENIITO>TVET,

NRC D&FZ B, TIFE Sigma-Aldrich KW AFTEE T,
RN—=INCZD—EH CRAWNELE T, TNHDEE
&%t = 71 b, sigma-aldrich.com/marinetoxins
TEHTBWRTE,
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Okadaic acid (NRCCRMOACQ)

Yessotoxin (NRCCRMYTXB)

B1 SHEOEFHEE

&1 NRCOXTVU >+ VEREHTENE (AR
Cat. No. Description

NRCCRMATX Anatoxin-a solution

Pectenotoxin-2 (NRCCRMPTX2B)

Azaspiracid-3 (NRCCRMAZA3)

Composition*

30 uM in methanol: water ((9:91, v/v) with 0.01% acetic acid)

NRCCRMAZA3 Azaspiracid-3 solution 1.3 uM in methanol

NRCCRMCYN Cylindrospermopsin solution 30 uM in deionized water (filtered)

NRCCRMDCNEOC Decarbamoylneosaxitoxin solution 30 uM in hydrochloric acid (3 mM)

NRCCRMDCSTXB Decarbamoylsaxitoxin solution 65 UM in hydrochloric acid (3 mM)

NRCCRMSPX1 13-Desmethylspirolide C solution 10 uM in methanol with 0.05% TFA

NRCCRMDTX1 Dinophysistoxin-1 solution 19 uM in methanol

NRCCRMDTX2 Dinophysistoxin-2 solution 10 pM in methanol

NRCCRMGTX14C Gonyautoxin-1 and Gonyautoxin-4 solution GTX-1:60 uM and GTX-4: 20 uM in hydrochloric acid (3 mM)

NRCCRMGTX23C Gonyautoxin-2 and Gonyautoxin-3 solution Gonyautoxin-2: 114 uM and Gonyautoxin-3: 43 uM in hydrochloric acid (3 mM)
NRCCRMHYTX T-Homoyessotoxin solution 5 uM in methanol

NRCCRMDMMCLR  [Dha7]-Microcystin-LR solution

10 uM in methanol: water (1:1) (v/v)

NRCCRMMCLR Microcystin-LR solution 10 uM in methanol: water (1:1) (v/v)

NRCCRMMCRR Microcystin-RR solution 10 uM in methanol: water (1:1) (v/v)

NRCCRMNEOC Neosaxitoxin solution 66 UM in hydrochloric acid (3mM)

NRCCRMNODR Nodularin solution 12 uM in methanol: water (1:1) (v/v)

NRCCRMOAC Okadaic acid solution 17 uM in methanol

NRCCRMPTX2B Pectenotoxin-2 solution 5 uM in methanol

NRCCRMSTXF Saxitoxin dihydrochloride solution 66 UM in hydrochloric acid (3mM)

NRCCRMC128B N-Sulfocarbamoylgonyautoxin-2 and C1:113 uM and C2: 34 uM in filtered, agueous acetic acid (~17 uM, pH 5)
N-Sulfocarbamoylgonyautoxin-3 solution

NRCCRMYTXB Yessotoxin solution 5 UM in methanol

&2 NRCOT LUy ASREHEAENE

Cat. No. Description Composition*
NRCCRMZEROMUS  Mussel tissue (Mytilus edulis) negative control
NRCCRMAZAMUS  Mussel tissue (Mytilus edulis) contaminated AZAT - 1.16 pug/g, AZA2 - 0.273 pg/g and AZA3 - 0.211 pg/g

with azaspiracids

NRCCRMASPMUSD  Mussel tissue (Mytilus edulis) contaminated
with domoic acid and isomers

Domoic acid: 48 pg/g, C5'-epi-Domoic acid: 1.9 pg/g, Isodomoic acid
E: 1.0 ug/g (non-certified), Isodomoic acid D: 2.3 pg/g (non-certified),
Isodomoic acid A: 1.5 pug/g (non-certified)

* RO EBGIERGEICDOWNE, SRIEZ B EEL,

[11 http://www.fda.gov/downloads/Food/GuidanceRegulation/UCM252395.pdf
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ISO 17943 FADTEHFEME (CRM)

BREEREEY (VOO & ZXL Bai 5. BHFL EERB K
URSA07) =278 EL<OBARMET O AT—HEHN
ITEBENTWEY, Lo VOCIFBEAF TEH. OB C Ay £—
VECUBY T HEMEL LT HEVEERPE CIIHRE
N2D%=R CHIFEF S LTEDNTWET, LHL VOCIE e A
MHN RS DL RRICEZERITT CLLHYET, CORTER

BEMBDA T H AL > TERZETHD VOC RENFTAIRR Z
HASHBICEEICTRYE T, VOCIFRRICEEC. REICASE
B 1 DId T35, BEW T 7 Uk, BAKREBET 25

®|1 15017943 FEESHIZ2EE

Cory E. Muraco, R&D Scientist at Supelco cory.muraco@SIAL.com

HEEDSDHAKTT,
IB%‘EEHQW% (ISO) I&. N R AR—X SPME/GC-MS [Z K7k
DVOC ZRIET 23 LWHEERFELE Lz, COAEE. AR
FRD 60 FEEELL ED VOCEEZAIE LE T, DA EDRIEICIEES
SEZZEME (CRM) DA T, ISO/IEC 17025 & Guide 34 D 2 D
BEHESZT ISR TH 5 Supelco Tl 150 17943 @S 5 3
D CRM ZRELE LI, ®1IE INSDEEMDEDZRLE
T CRMICBET 2 LLVMBERICOV T, TRz 7H A hET
B{ZEL,  sigma.com/crm-jp

Description Composition Concentration
44923-U ISO 17943 Odor (+/-)-Geosmin 2-Ethyl-4-methyl-1,3-dioxolane 200 pg/mL in methanol Tx1mL
Compounds Mix Methylisoborneol 2-Ethyl-5,5-dimethyl-1,3-dioxane
44926-U 1SO 17943 VOC 57 200 pg/mL in methanol 1xTmL
Compounds Mix tert-Amyl methyl ether 1,2-Dibromoethane Methyl tert-butyl ether
Benzene 1,2-Dichlorobenzene Naphthalene
Bromobenzene 1,3-Dichlorobenzene n-Propylbenzene
Bromochloromethane 1,4-Dichlorobenzene Styrene
Bromodichloromethane 1,1-Dichloroethane 1,1,1,2-Tetrachloroethane
Bromoform 1,2-Dichloroethane 1,1,2,2-Tetrachloroethane
Butylbenzene 1-Dichloroethene Tetrachloroethene
sec-Butylbenzene trans-1,2-Dichloroethene Toluene
tert-Butylbenzene cis-1,2-Dichloroethene 1,2,3-Trichlorobenzene
tert-Butyl ethyl ether Dichloromethane 1,2,4-Trichlorobenzene
Carbon tetrachloride 1,2-Dichloropropane 1,1,1-Trichloroethane
Chlorobenzene 1,3-Dichloropropane 1,1,2-Trichloroethane
Chloroform 2,2-Dichloropropane Trichloroethylene
2-Chlorotoluene 1,1-Dichloropropene 1,2,3-Trichloropropane
4-Chlorotoluene cis-1,3-Dichloropropene 1,3,5-Trimethylbenzene
Cumene trans-1,3-Dichloropropene 1,2,4-Trimethylbenzene
Dibromochloromethane Ethylbenzene m-Xylene
Dibromomethane Hexachlorobutadiene o-Xylene
1,2-Dibromo-3-chloropropane p-Isopropyltoluene p-Xylene
48625 Vinyl chloride Vinyl chloride 200 pg/mL in methanol 1x1mL
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