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Scheme 1. Scheme for the simultaneous determination of ozone and carbonyls.
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Figure 1. Scheme of the procedure for the simultaneous determination of ozone
and carbonyls using a BPE-DNPH cartridge.
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Figure 2. Solubility of isomeric pyridine aldehyde 2,4-DNPhydrazones in various
solutions of dimethyl sulfoxide and acetonitrile. Reproduced with permission from
Figure 1in Ref. "
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Figure 3. Relationship between UV-absorption ozone analyzer and BPE/DNPH
methods. Reproduced with permission from Figure 4 in Ref.
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Figure 4. Changes in reactivities of ozone with 2-BPE or ozone with 4-BPE at a
wide range of relative humidities. Reproduced with permission from Figure 5
in Ref.
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Table 1. HPLC conditions
HPLC

Column

Prominence LC-20, Shimadzu,

Ascentis RP-Amide, 3 um particle size, 150 mm X 3
mm i.d. column (Supelco Inc)

35°C

A: acetonitrile / water (50 / 50 v/v) containing 10

mmol/L ammonium acetate
B: acetonitrile / water (80 / 20 v/v)

Column temperature

Mobile phase

Gradient program 100% A for 5 min, followed by a linear gradient

from 100 % A to 100 % B in 50 min and then held

for 10 min.
Flow rate 0.8 mL/min
Injection volume 10 pL
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Figure 5. HPLC chromatograms of the eluate solution from BPE-DNPH cartridge
(upper panel) and DNPH cartridge (lower panel).

FA, formaldehyde-DNPhydrazone; AA, acetaldehyde-DNPhydrazone; AC,
acetone-DNPhydrazone; PA, propanal-DNPhydrazone
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Figure 6. Relationship between the 2-BPE/DNPH method and the ozone auto

analyzer in Air Monitoring Station (AMS) . Reproduced with permission from
Figure 6 in Ref. '

QP XIM) 1

ozone(mg/m3) = 5 X=Xy m

X X
ozone(ppb) = [2PA] [0.0S; (273 +1)] % % ><\1—/ )

2PAHPLC I2&L% 2PA DDHFE (umol)
M: AV > D53FE (g/mol)

R: 2BPE Diiv5REs (0.84)

ViARGES & (m)

t:&ua (°0)

BPE-DNPH 75— kU v DA E ARUBRERERAEREDA Y 5t
DEF L —EL TS, Table 2 [CHERDAV VAT Z1N\—=E LT
AT LEBULNE DNPH A— 1w 27&E BPE-DNPH — b
Uy IETCRAELIERIVLAT IVTE R 72 b7 ILTE RDER TR
¥ KRUBABRERAEREDS YV VET0ORER 1 BSEED 24
BETIHECTH S IMEEFRREDENKELS —HDOHRTK
ELEF L TNUCBLH DS T BPEDNPH H— kU D DRIE
BEAVVRDEFESC—ELTWST EH 5, BPE-DNPH 77— b
) DAL ERRIC 24 BETTREZAE CEST EH DD B,

EEEEDSWEE (March 1-2, Aprile 25-26) BPE-DNPH —
oy DEICKBRIVLATIVTERET 7 ILT B RBEILK-
DNPH AL UBWMEZ R LIEH. CHUSEBREICKY K AVEBL.
TIVTEREER NSy I LTec EHEZ 5N S, —75. BPE-DNPH
H— M)y IIEREDEEEZITEVD T, ZE LITAEBHNES
ncna,

sigma-aldrich.com




Table 2. Concentrations of ozone and carbonyls measured in ambient air collected by a DNPH cartridge coupled with a Kl ozone scrubber (KI) and a 2-BPE/DNPH
cartridge (2BPE). Air collections were performed simultaneously at Chiba City's Air Monitoring Station (AMS), January - May 2009. Concentration units are in ug/m’.
Reproduced with permission from Table 1in Ref.

date (2009) weather conditions 2-BPE/DNPH, KI/DNPH AMS
weather Temp. RH formaldehyde acetaldehyde ozone ozone
°C % 2BPE KI 2BPE K 2BPE Mean min. max.
Jan 10-11 fair/fair 46 46 18 na. 1.7 na. 63 63 4 84
Jan 11-12 fair/fair 39 53 4.1 na. 32 na. 33 38 4 86
Jan 17-18 fair/fair 6.3 60 33 na. 31 na. 30 28 2 80
Jan 24-25 clouds/clouds 34 85 15 na. 14 na. 35 36 4 64
Feb 7-8 fair/fair 75 62 30 na. 4.2 na. 38 41 4 84
Feb 14-15 fair/fair 16 63 28 na. 29 na. 62 66 26 130
Feb 21-22 fair/fair 53 44 2.2 2.1 20 20 39 43 4 100
Feb 28-1 clouds/clouds 73 61 16 13 15 13 57 57 12 88
Mar 1-2 rain/clouds 6.1 86 15 09 15 10 43 46 4 88
Mar 20-21 clouds/fair 70 53 18 1.5 19 19 61 63 8 100
Mar 21-22 fair/clouds 14 58 16 15 12 13 85 88 58 100
Mar 28-29 clouds/fair 73 54 20 19 18 19 53 57 4 100
Apr 4-5 clouds/rain 14 71 24 na. 22 na. 84 85 14 130
Apr 11-12 fair/clouds 18 64 37 34 25 23 110 120 36 180
Apr 18-19 clouds/clouds 13 64 31 30 22 20 69 75 16 160
Apr 25-26 rain/fair 13 97 21 09 19 08 74 77 36 10
May 2-3 fair/clouds 20 63 28 26 28 2.7 130 130 88 160
May 3-4 clouds/clouds 20 64 2.1 19 14 09 120 110 96 130
May 4-5 clouds/rain 20 67 2.1 18 15 12 90 86 42 120
May 9-10 fair/fair 22 71 34 30 26 23 85 88 58 130
May 23-24 clouds/rain 23 68 36 34 32 28 91 96 38 110
May 30-31 rain/clouds 19 92 18 1.0 12 05 46 47 28 64
n.a. not available
bt [1] OL. Brady, and GV. Elsmie, Analyst, 1926, 51, 77.
BPE-DNPH A— kU wI5EEAY > EAIVRZ )L B ERENCY  [2] RR Amts, and SB. Tejada, Environ. Sci. Technol,, 1989, 23, 1428.
M 2T ENEIEETCH Do Ffew BPEEDNPH A— U w I DETER®D  [3] Uchiyama, S. et al. J. Chromatogr. A, 2012, 1229, 293
BPE (FA YV VXTS5 N\N—ELTEHEMEET 2D I AH) DL [4] Uchiyama, S. et al. Analytical Chemistry 2008, 80, 3285.
DRAEAV VR ZIN—EFERITT BREHNE, TSITEE  [5] Uchiyama, S. et al. Analytical Chemistry 2009, 81, 6552.
DEEEZ T EWNCEDS. A A) T LEFBLIEAY > X [6] Uchiyama, S. et al. Analytica Chimica. Acta 2011, 691, 119.
SIN—ClTRERS G TEDR CEAIENBIRE CTH S, [7] Uchiyama, S. et al. Journal of Chromatography A 2006, 1116, 165.
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5cm X 2.1 mm Titan UHPLC A5 A (B2 07 &S 577122-U) 1. i
#t Supelco 75> RO T T, Titan UHPLC A5 AIF R CTH
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1. Isocyanic acid
2. Methylisocyanate

3. Ethylisocyanate

4. Propylisocyanate

5. Phenyl isocyanate

6. Hexamethylene diisocyanate

7. 2,6-Toluene diisocyanate

8. 2/4-Toluene diisocyanate

9. Isophorone diisocyanate (isomer 1)
10. 4,4-Methylenediphenyl diisocyanate
11. Isophorone diisocyanate (isomer 2)
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ED

2013 £ 6 A 20 B KEFHBZ2BEER (OSHA) 1 BIZD 1V~
72— MNREICBIL T 3 FERNHZE R DERERGTE (NEP) Z/iE
TFLE L, COBRER ABEDY V72— MENDEENE
ZR=EN AV YT R MNMENDBBEEERT 25 EICOVCE
RENE T, ZRERPOA V7R MEZEET DIRAV YR
TRWAIRENEIZ. DBA THEMbENA V72— MELY
REERN2-PPE LU MAP THEEHRLENIRENETY,

sigma-aldrich.com

Cory Muraco, R&D Scientist at Supelco cory.muraco@sial.com
Alok Kumar, Principal R&D Scientist at Supelco alok.kumar@sial.com

Supelco @ ASSET EZ4-NCO Dry ¥ > 75— &AW TSR =1
£ L. Supelco DAV 77 x—MEEYBEEZFRL T OREIO
957 4—/BESH LCMS) [CL>T SlRFD1rvVI7R—k
BEOEEAEENSEET ST ENBIEETT, Supelco DIZ#EL)
Bix, PRAOERER L EYOEEICET 2EBEMETE (SO
17734 1) Z8BFLTVE T,

B—OTARA RS Bthic, Supelco 1& 1 [RIDT X b TEEDA
VI T Z—NEEDFT BT, EROEEES) IX—HIR
HLTVWET, ZOLSAZEED—E] (CRM40569) ZB 11T
L/ia_o

DBA /A 27 Z— DT BIRZEYE L I X T, ISO/IEC 17025
H KU ISO Guide 34 DEREBIEA = LTEREHEAEYS (CRM) T
9, IZEEWE (L LC-CIND Z W TEAEE N, RE L KEEIIEZ
ZERLTBAZERT (NIST) ISR o CEE SN REFFENE L LT
FESNE LG AV YT R—FE/I—DREMENAZLAA
FCELIERIREC T, DHTEEFASE L. SRR EHICHEREINE T,
V27— CRM DFRFD!) X M. sigma-aldrich.com/crm & &
BfEEL,

Time (min)

B 1 LCCIND (BRiA7OX 5714 — (b ZHEABRIEL) TH
#rL7z CRM40569 D7 AR b5 L,

737 L : Ascentis® Express-C18 (15 cm X 4.6 mm. 2.7 ym)
BEMED 7O 71—V 109 40:60% A5/ —)b 7K. 3493 70:30%.
543 90:10%. 31 43 40:60%. i@ : 50°C

FEAZ 5L

JAHIIER : ICA-DBA. MIC-DBA. EIC-DBA, PIC-DBA. PHI-DBA. 1,6-HDI-
DBA. 2,4-TDI-DBA. 2,6-TDI-DBA. 4,4-MDI-DBA. IPDI-DBA Isomer 1.
IPDI-DBA Isomer 2

Skl
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Structure Name Structure Name
0 Isocyanic acid-di-n-butylamine (ICA-DBA) 0 _ACaHsl) 4,4-Methylenedipheny! diisocyanate-di-n-
e 75 @ HNEN T butylamine (4,4-MDI-DBA)
“C4Ho (n) C4Ho(n)
0 Chem Methyl isocyanate-di-n-butylamine
Il 49 (N, -
CH;NHCN\/ (MICDBA) CHy
C4Hg (n) ©
o] Ethyl isocyanate-di-n-butylamine (EICDBA) _CaHoln)
CHCH U1 ~CaHo () HNEN
3CHy —NHCN | 0 “CaHgln)
C4Hg (n)
. ) ) Isophorone diisocyanate-di-n-butylamine
o Propyl isocyanate-di-n-butylamine (PICDBA i Ot ,
RTINS P Py / ( ) HC_ NHEN (isomers 1and 2) (IPDI1/2-DBA)
3CHCH2  =NHCN C4Ho(n)
\CAHB(n) HsC e
) ) ) HsC CaHo(n)
| caHom) Phenyl isocyanate-di-n-butylamine (PHI-DBA) : A
NHen 3¢yt
C4Hg (n)
Q _Caroln) 4,4-Methylene dicyclohexyldiisocyanate-di-
H hvl dii di-n-butylami HNEN — o) n-butylamine
ﬁ/cmg(n) examethylene diisocyanate-di-n-butylamine 4Ho (44"-HMDI-DBA)
NHCN (1,6-HDI-DBA)
l C4Ho (n)
(C|H2)6 CaHo (n) CHy
NHCN
I >t
/C4H9(r\)
i ; ; HNCN
Hy Q _Cao () 2,4-Toluene-diisocyanate-di-n-butylamine T ~~CiHo(n)
NHCN (24-TDI-DBA) °
CaHg (n) - i -di-n-
(ICaHy ﬁ - ﬁ/c,,Hg w M Tetramethylxylene diisocyanate-di-n
Gt (n) N-CNH NHC-N butylamine (m-TMXDI-DBA)
NﬁN (N)CaH / p)
CaHo (n) o
- —dii _di-n-| i 2,6-TDI-(n-DBA), Derivative
mCaHs o § an § CHm 2,6-Toluene-diisocyanate-di-n-butylamine 2

(2,6-TDI-DBA)

N-CNH NHC-N N
(N)C4Ho / C4Hg (n)

sigma-aldrich.com

Table 1 Structure of Supelco® Isocyanate DBA Derivatives
Cat. No. Description Package Size
P . CRM40589  HDI-DBA Oligomers Standard 1x1mL
Cat. No. Description Package Size g
, . . . Varied Concentration in Methanol
CRM40609 4,4-HMDI-2(di-n-butyl amine) Solution, Tx1mL HDI-Monomer di-n-butylamine HDI-Biuret di-n-buylamine
100 pg/mL in Methanol HDI-Uretdione di-n-butylamine HDI-Isocyanurate di-n-butylamine
CRM40612  4,4-HMDI-2(di-n-butyl amine-d9) Solution, 1x1mL CRNS052 0N DI DB Rsdool gomersiotandard R [mE
100 pg/mL in Methanol Varied Concentration in Methanol
HDI-Monomer di-n-butylamine-d9 HDI-Biuret di-n-butylamine-d9
CRM40613 m-TMX-diisocyanate-2(di-n-butylamine) Solution, 1 x 1 mL HDI-Uretdione di-n-butylamine-d9 HDI-Isocyanurate di-n-butylamine-d9
100 pg/mL in Methanol CRM40605  IPDI-DBA Oligomers Standard Tx1mL
9
CRM40614 m-TMX-diisocyanate-2(di-n-butylamine-d9) 1x1mL Varied Concentration in Methanol IPDI isocyanurate-di-n-butylamine
Solution, 100 'mL in Methanol IPDI-Monomer-di-n-butylamine (Isomer 1) (Oligomers)
e IPDI-Monomer-di-n-butylamine (Isomer 2)
Table Single Component CRMs CRM40606  IPDI-DBA-d9 Oligomers Standard 1x1mL
L ) Varied Concentration in Methanol
Cat. No. Description Quantity IPDI-Monomer-di-n-butylamine-d9 IPDI-Isocyanurate-di-n-butylamine-d9
(Isomer 1) (Oligomers)
5027-U ASSET EZ4-NCO Dry Sampler 10 IPDI-Monomer-di-n-butylamine-do
5028-U ASSET EZ4-NCO Dry Sampler 50 (Isomer2)
5047-U Sample Kit 3 CRM40603  MDI-DBA Oligomers Standard 1x1mL
Includes 2 samplers, 1 calibration fitting, Varied Concentration in Methanol - )
4,4-MDI monomer-di-n-butylamine MDiI trimer-di-n-butylamine
and 2 tube adaptors 2,4-MDI-monomer-di-n-butylamine-d9 MDlI tetramers-di-n-butylamine
Table ASSET™ Sampler CRM40604  MDI-DBA-d9 Oligomers Standard 1x1mL
Varied Concentration in Methanol
4,4'-MDI monomer-di-n-butylamine-d9 MDI-trimer-di-n-butylamine-d9
24-MDI-monomer-di-n-butylamine-d9 MDI-tetramers-di-n-butylamine-d9
CRM40569  DBA Isocyanate Monomers Mix 1x1mL
Varied Concentration in Acetone
ICA Monomer di-n-butylamine 1,6-HDI Monomer di-n-butylamine
MIC Monomer di-n-butylamine 2,4-TDI Monomer di-n-butylamine
EIC Monomer di-n-butylamine 2,6-TDI Monomer di-n-butylamine
PIC Monomer di-n-butylamine 4,4'-MDI Monomer di-n-butylamine
PHI Monomer di-n-butylamine IPDI Isomer 1 di-n-butylamine
IPDI Isomer 2 di-n-butylamine
CRM40570 DBA-d9 Monomers 1x1mL
Internal Standard Mix
Varied Concentration in Acetone
ICA Monomer di-n-butylamine-d9 1,6-HDI Monomer di-n-butylamine-d9
MIC Monomer di-n-butylamine-d9 2,4-TDI Monomer di-n-butylamine-d9
EIC Monomer di-n-butylamine-d9 2,6-TDI Monomer di-n-butylamine-d9
PIC Monomer di-n-butylamine-d9 4,4-MDI Monomer di-n-butylamine-d9
PHI Monomer di-n-butylamine-d9 IPDI Isomer 1 di-n-butylamine-d9
IPDI Isomer 2 di-n-butylamine-d9
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RILVYOELUCTLYy Y aF LA/ RICHIF 5 FEIBEZE T 5REDQENENYE

QUEChERS A Supel™ QuE Verde

QUEChERS JEDFTLUWMBER A EE LTHELIEFILWW 2T 71k
H—R>TZw o (GCB) AL ETBIT, Z-Sep+ . —#k - Z#k77 =
> (PSA) Z#EFEDE e, Supel QUE Verde ZRFLE LTz, DT
EEIDEIHE DI B1TD QUEChERS SR D FEERIL W T EiE
EEBY AHREDENENE HD/O87 1 ILEEDSHY b
)y 7 A TCDBERBEETRITTOBEHNTEXR T, A TIE K
LoV oBLUOF LA/ i SWOLDFEEEEE T 58
& GOMS TR LIEBIEBNLE T,

RER

QUEChERS 7& O # tH & & U #5 & I&. AOAC International Official
Method 2007.01" IR E N D ERRDAETITWVE Lic, Bl
ROLIVIEEDA LA/ % T2 )L LE L, E1
ITBBRLI=FIBIE. 2 mL OFEBEE B aES LU0V ) —> 77y
TFIEEITANCEIRLEHDTY, 742~ M UHYICIE. E
ICFEBEE R DEREDESYZIRED 50 ng/mL &755 K570
LE Lo B =8 ICTOREMEYIEE 11TRT GCEHET
GC/MS Tt LE LT

B 1 Supel QUE Verde T7U—>7y 7T LIED (@) KoL >V I () 7Ly a4 LA/ dichlr 5 FEiEEzE 9 22ED OIS L

AL YO R (@) A bEh BRI L > YD 109
(b) H—tENnfzEF LA/, 109
HHAF 21— 1 Supel QUE Acetate HItHAEF 71— (55234-U)

HETOER: H—bRIL Y O feldA LA/ % 50 mL D@
& (55248-U) ITAN 10 mL D774 ~ =~ L% 7N
Supel QUE Acetate #itHF 21— 7 DR &F BN
BEhiRESS T 2 298 2,500 rpm TR
5 5318 3,500 rpm TiRODEE EEHRICT R
VRO FEEEEE T 2REDREEY A 50 ng/
mL (2725 K D700

FEEUFAF 21— ¢ Supel QUE Verde. 2 mL (55447-U)

BT O X 1 mL D& R%E Supel QUE Verde f58F 21— 71T
%9, BENRERS C 2 2 2,500 rom TR, 3,000
rpm T 3 DR ODEEL. GC/MS DATRICEBED
ERE/ 1 7 IUCAN B,

737 L0 SLB®-5ms, 20 m X 0.18 mm £, 0.18 um (28564-U)
F—7>1 60°C (143). 8°C/min T 300°C £ (10 9)
ENBE: 250°C

RHRER - MSD. 7 F > E— R (SIM) 3R

MSD 5 : 325°C
FrUT AR AUT L 07 mb/min B
AEA T ULl ATV ML R (075 DITR T Y 2—FIR0
SAS—: 23 mmRE ATV b ATy bLRBL g
V7 — 1\ — 2 — )b 75 & FocusLiner™ 7 1 >
(2879901-U)

sigma-aldrich.com

1. 2,6-Dichlorobenzonitrile 5. Terbuthylazine 9. Folpet
2. Diphenylamine 6. Chlorothalonil 10. y-Chlordane
3. Hexachlorobenzene 7. Metribuzin 11. a-Chlordane
4. Pentachloronitrobenzene 8. Dacthal 12. Coumaphos
507 (a) 1 213145 |8
404 10[f11
30
o
<
20 7
12
10+ 6
LJ.L LNL. 2
0- o
T T L T T 1
5 10 15 20 25 30 35
Min
507 (b) 1 23] |5 | 8|10]|11
40 Xi
- 30-
<
20
7 12
104 L 6
9
Al
R e e e
5 10 15 20 25 30 35
Min




BRLER

EEARMLTOWEWEEY > TIVE T )VAF v E— R TG/
MS L. /N 795 RERESR L& Lz, KL T 2
BERINA T LIS TIVEEIRAF >V E—F (M) ToOfrLiz&
Z A, Supel™ QUE Verde TORERIL EEMICTENDS 12D
ST DRBREA TN CEN. E2CEELE ® D,

Supel QUE Verde TR ZICIE, RUL YV IBKUF LA/ D
IO SEEBOBRDAFENREIN TV L, £/007 1
JUBRZERIE. 664 nm. 647 nm B KT 630 nm TORAEZAIE L
TARY FOA—Z2—THER L. BEBEOHMBEY Y TILDK
MNOT7L )V EZ LR T AT ETITWE LTz, INT
DEFZETY7A07 1 JUBREZEIF 95% ML ETLT

BEE% 50 ng/mL FNLTeR T LYY OB KOF LA/ s 2
mL Supel QUE Verde ¥8UABF 1— 7 THRE LB EDRINE# K
21CEEDE LIz, EUERIE. mADT M) v I R THEBRLIETANT
DI EEEEFHDEXKICDNT 70 ~ 120% OFEEICH I F LI,

BIRMIE ALl TUAICDNT n=3 T %RSD THREL. LT
NDOT M w7 A THRERF T LTz, %RSD EE LT 20% TH -
ey OO0 ) VERBRWNT, TN TDREET %RSD I 5% Kim L
feo

of
BROMICHT 205 E CRBET L. —RHICEZEDEIUY
KT 70~ 120%, 7O07 1 )UBRERT 95% U EEENTWET,
GCB ClFFmMDFEEE L FEEERIF DRELDEE RN’
{IEBDT. BEBREEDTYIEINERE OB THEH T 2REHHY
£, TNINFH7OAXRV L rHEL0700202 )LD LSk

ROLTEGEEDGZBICEEE TJ, Supel QUE Verde (&, 1L LR
LieA—AR>ED)VAZT7 A= Me U AT IV (Z-Sep+) EHEIHE
DETCHY, FEEEERF DREDEINESBRFED/NNTVAD
BELENTOVET, AEDHITRI LI, Supel QUE Verde % F3
LMz QUECHERS #8847% GC/MS T DRTIVE THVNIE, FHEEE
ERDEREROEINKREZMIFL DD RUL VIR KUAF LA/ H
S5U0071IVERECEL T,

Reference

1. AOAC Official Method 2007.01, Pesticide Residues in Foods by Acetonitrile
Extraction and Partitioning with Magnesium Sulfate.

Featured Products

Supel QUE QUEChERS Products

Verde Cleanup Tube, 2 mL, 100 ea 55447-U
Verde Cleanup Tube, 15 mL, 50 ea 55442-U
Acetate Extraction Tube, 12 mL, 50 ea 55234-U
Empty Centrifuge Tube, 50 mL, 50 ea 55248-U
Columns

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

Inlet Liner, Split/Splitless Type, Single Taper FocusLiner 2879901-U

Design (wool packed)

Related Information
YU TINDEBNEDLEILTES
sigma.com/dspe-jp

B2 RULVVIBXUOF LA/ HEcEEZ 50 ng/mL TAHML. 2 mL Supel QUE Verde BT L 1z & EDFEEINEY (n=3).

120

110

100

90 -

80 1

70 4

60

% Recovery

50

40

30

20

mRULVYVY
mJLyatlAh/

EREmICERETNTY
BH— R EFBRLIS
A, B EIEEE 70%
ISR

sigma-aldrich.com
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FV)—=TF A IVRIcEF S PAH DIFH & i3] SPE A— ) v I BV EIEROSE

BXUNYIT59V FDET

de58
A=x

ZRFEHRR(LKER PAH) 13 BARTOTOLRAH5WVIEEMR
BHESSUCLAMHORTR2MREEDAT 7Ot ADFEREL
THRFERICRSNDEEMD—RTT, NV Al EL VR E =R
B CHEONAMOMBEE DT EHNDD > TVREDEHVET |,
PAH &, 7B LTERENDE M, J5RZER (FIZIE2/\2DE)
DRAB LU BEZRBL TAENEAT HAREEN DY £, PAH
ITERERD T AV =T FAIIEEDBARICHEEICHETT 5C
EDTEET AV—THBXU /& eldF ) —TN—RDHRDE
FF. R, . RS JUREDBICTET O A TORESD
BWFEENEH A ANDRERE TR TREMED B ET %

ARA 2 EAR) TG T V=T FAIVDRADBEEET. TN
KEDFEE T A U—TH 1)U DR, DA 7Y INA<—
FREKVS—F 2V RD 25 DFNCBREL THHREN TS
MeER | DBEBEENFEEHTVET s TNSDILEY\DE
BITHT B0 5. MMNEGDMAET. A —TF A ILFD
PAH B20EEEERIT BT EITTEYE LTz, 2011 &I, BNES
ZBERHH] No. 8352011 1&. BRHE EGHRAGREMAEICEIT
BERERELE LI 8B (WAAN\Z—E00F YA A ILER
)BT BERIE NV [al EL VBETIE 2 ng/g XY [a]
EL ARV A ST 7 EXORY @] 7
S DBAETIE 10ng/g T 2,

F =T H A JVHD PAH DI, FMIETH 2 PAH ZIEEDE
W MW IZADSDEET DO, BETlEdH Y T v
TEROIES KORBEDHEL RRMHDE. 7ILRE70< -
7257 14— (GPO) ®F—T>H5 LTOIEM SPEE{T5EHDTY,
GPCIEIERITEBNIZY )= T v TEMTTIH. FRlzEBI NE
T ZLDBEY Y TIVARICRETIC BRBEITEYE T, IBE
SPE RN &7 ) —> 77y TIcid. KEIDAH S A AT LHWA
BTIH. TNUIBM T KEDBENLE T, AR TIE 7
=T A A JUH 5D PAH DIt & AEED fesb DFT L UWNFE K 57
L& Lfe, B LTcAEIE Supelclean™ EZ-POP NP AN S, &
Nid. ZBROEREHE A S LT EEBIC Florisil® . FERIC Z-Sep/C18
DREMHTHEE N TWE T, Florisil (&, BEBAEEE & DIRIEDERE
HEEF DI EMERELET, Z-Sep/C18 1. JU1 AB: tEEDIA
BAER (Z-Sep) LERKMEAMEER (C18) ICK > TRRIIM D H 1R
TERHEEFELET, DXL TIRENMBLENICFE NS —
BT PAHIZT7 R Z MUV ELEEITAREENE T, LT 1B5N1
ZimEE. HPLC/FLD %£7zld GOMS TR CEE T,

ABFE Tl PAH ZFRIILTeA ) — T 7 1)L H 5D PAH D3t
DUNC, EZ-POP NP EZERERD > 747 )L SPE AL LB L E Lz,

GO/MS Dflc LTI ENZ/ N\ 7 750 RiE5UNCEINES
BRI, BEIC 2 ~ 6 [BDERZZE PAHITDLT, 2 DORIN T
tELE LT

Katherine K. Stenerson, Principal R&D Scientist katherine.stenerson@sial.com

RER

TOANTTA MFU—=TH AU 20 ng/g D PAH ZFINL. DO
DEICEHBERE LE Lz, Wbl )% EZ-POP NP SPE
E2FED59/20mL> ) AT IVA— M)y D ETOIEMESPE & &>
T LE L Y FIVAREFIEZR 1ITRLE T, oifld K1
[CRTEEERWNRIRA A E—F (SIM) TGOMS ICE>TTT
WK LTz, TOERME KT S BB KU 6 BDRZIFD PAH DRE
EE—URICEDETERBILLIZEDTY, EEITIE. FNETNT
WaWA U =T 7 A Ui CrER L ic A R ERHR A BULNVE L
Teo

B1a GC/MS Analysis of Olive Oil Extracts for PAH quantitation

737 Ls: SLB®-5ms, 20 m x 0.18 mm 1.D,, 0.18 um (28564-U)
Z—7>: 60°C (1 min), 15 °C/min. to 250 °C, 8 °C/min. to 330 °C (7 min.)
AENRE: 300°C

MS interface: 330 °C

MS source temp.: 250 °C
MS: 200 °C

JEA: 1L, pulsed splitless (50 psi until 0.75 min, splitter open at
0.75 min.)
F v 177 HA: helium, 1 mL/min constant flow
Z A F—: 4mm ID FocusLiner™ with taper and quartz wool
GC/MS: Agilent® 7890/5975, selected ion mode (SIM)

B1b Total lon Chromatogram (TIC) of Extracts (same y-scale) for
background analysis.

el FEVSEPON U R YO
L Y O B O
10 20 30
Supplier A
Silica Gel
SPE Cleanup
L O I O
10 20 30
Supplier B
Silica Gel
SPE Cleanup
L O I O
10 20 30
Min )
(continued on next page)

sigma-aldrich.com



&1 SPEFIE

Silica Gel SPE, 5 g/20 mL EZ-POP NP

Condition 20 mL of hexane (gravity) 10 mL of acetone (gravity),
followed by drying at-10 to -15"
Hg for 10 min.
Load T mLof5goildilutedto 0.5 mL of oil, weighed directly
final volume of 10 mLin  onto cartridge
hexane
Wash 3 mL of hexanemethylene None
chloride (70:30)
Elute 8 mL of hexanexmethylene 15 mL of acetonitrile, applied in 2
chloride (70:30) x 7.5 mL volumes
Flow Rate Gravity Approx. 1 drop / second (using

vacuum)
Concentration Final volume =1 mL, Final volume = 1 mL, 40 °C under
40 °C under nitrogen nitrogen

BREIUER

A=A A AL, T)IVAF v 2 E—RD GC/MS ICE>TH
L& LT, mADHEY (A—DY A7 —/b) DoEMENS ~—
2IAF> AR NI T L (TO) ZB 1 THE L& LTz, EZ-POP NP
EHBLT EB50V AT IABEM THIERICRL N\ I TS
TV RDERENE Lc, EBOY VT ILADEEIE U
T IVERICHEFE LB DR Ny 7 750> R GO/MS &
AT LEBRLUI e [RET 2DITRNBEFEENBETL
feo COREGINY DTS2 RDHIC PAHE—=V DS ERE
IOAHT 2 6 BORIFRREICT 7 bR EELE#L RV E
LTce 75V RBDYUATIVDBE. REDNEMRE (NUL >
-d) 1 BET AT ENTERLATLI

BN HRE

FRDMEDSESNSFHENEAR 2 ITRLET, T7—/\—
l&. BARD N =39 HBIRME (WRSD) #EXKLET, K- LT.
[ENE - BRI, EZ-POP NP #RW AN ) A4 IV EBLN S
B&Y EE>TWE Lz, atD LS, A5V THRE L it
YClE. D FEDAEV PAH T FEWNET M) v o ARROBE
BESNFE LI, T5I1C. 8L \v o T 50 RDicth, HFED/)
TUPAH OFEDHEEE T, BUNREICEENHE LT, Bana gy
WY & UATIVEETROWN DOHD PAH DISESMETRLEL
foo THUE GC VAT LDBRICEZEHDT LT, WBHI, EZ-
POP NP Z VN THEE NIt Cldc S D@L dH Y FE A
Tl

{EL NIV PAH D%

FNEAE B2 835/2011 TRENS 2 ng/g L AL TD PAH
BHDIESHITT > 7 )VHER GO/MS & AT LAEE D fedIld. Bl
ICEEE LT RIC WS SHODIBIEENZ AT EHRNBTY , B4FR
1Tl BEBRITEAT BRI RYIDEEIBEDT fesdlc. RIEETED
VEITEDEOT VTV RIET 5T ENRBERRHEENGY F
o AU—TH A )V DRID Y % EZ-POP NP {5 CHHR
LE LIz 2Dy MTldE BNESFRE 2 ng/g DXV [al EL
> AL E LTz, dtid, 3t GO/MS D DeNCaREATE 0.2
mLITEfRELIeT NIRRT ICRBFH L e EFRICTVE L
EE(E PAH ZFIIEN TWEWA U —T 7 ) U3hHnIc PAH %
L TR C SRR R L e RIS E > TITWE LTz,

EHIC INEZIBRT Bl GC DEERAIC LT OBMIZE
BETVELIG

“4mmD. 54 F—%F—/\—fFE 2 mm |D. FocusLiner™c 2z
<1 uL 55 0.5 pL NOFEAMFFEDFLD

KUNEDID ZAF—IcRABHTET. REDFEDKEL PAH
DISEEIERLUE Uz, SFARBEDRNE 72N ILEAD
SELCAHRULETED T A F—DBER LESHWNKDICT Bzl
WET LT,

BONTEINEER 2 ICELEDHE T, LLEDTDHIT, FIDRERD 20
ng/g TIESNTBINEZZHE T, BORNL NIV TDRY [a]
E'L > DEUREDN 20 ng/g DAINDHE EFEE T LI, T5I,

RSD fEld 17% ¢ BIRMEIFFE CEBLNIVTLT

&2 EZ-POP NP (%RSD) &R\ e, IS NicA U —TF A ILH 5DV [a]
EL > anmENE

2 ng/g Spike Level, n=4

20 ng/g Spike Level, n=3
Benzo[alpyrene 91 (17) 91 (20)

GC/MS FEDMHAE
GCAMTIE FAOTA FT—HBLUATLTOREDNDER. H&L
UIBHBRDERDFERE LT BEREDE TR 55 ZNHH
WET, AT % SPE HEZAFBL T Bzdlcld. GC £zl
B EE 2URIERT BT EDHEW B E/ER Ui s sy &
Ao EZ-POP NP Z FBWNTER LTeA ) — T 7 A IVt E R E
% PAH 20 ng/g Z AL fedmi# & GC/MS 2 A7 L&k L
FAL (BFF 98 E) ZOMIEEEEZ2—F A5 CaHMELEL
feo PAHNDEEIZ 45 BIDFAF THEYIRECTH S RD <
10%) TENHBBLE LTz, TORDE. SBEIFRLICTEL, 98[E
DFADE, SEDRDDEFHE, 1F1F 20 ~ 30% OFEFE T LI (B
3), L L. BEDFIATE PAH 2EEBZITRETEE LT, T
DEFRDIE TR, AT —% GCUV AT LDSEUANLERLIE
TA. BB CEDRABILRSNELATLE @D,

B
Florisil® & Z-Sep/C18 B & & &I B HE e ZEFL EZ-POP NP
SPEA—P)wIBERFESTET 2~6BOPAHEF—TH 1L
Do T 5T N TEF LTz, AL PAH TIE. 5N 5EIE
EBIRMIE ) A7)V E BB SPE KUEN TS Y., mHi
DG ENNT Lz, BUNESIREILNILD 2 ng/g XV [a] EL
Y CRLIEEESIT ABLANIVDITE RIEEC LTz, EZ-POP NP &I A
Ty T DA RN BRTHEI 1T 1L SPE KUERY 281 HD
75 < HPLC/FLD &T7eld GO/MS DflcEZ 577 b Z )L
BB ESNE T, GO/MS DIFDBE. > 7 JVIUER
MS BIEBBD DI DTy ) —>2 7w THTE MS/MS IEH DI
B, GCYRTLDN—RITTEEDREL S E A 71—
THAIAAEMOREFEANT L BHAET A S TlE GO/MS ¥ AT
LZEBHICERT L1375 2 BEIDDITE THLERILBZIC
2 PAHZRECEE LT

sigma-aldrich.com
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A7 IVE LT Supelclean™ EZ-POP NP SPE & FILNTA ) — 7 A 1)U Sl LTz PAH DEUES KUFBRME (n=3), 20 ng/g DAMLANL
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Polycyclic Aromatic Hydrocarbons (PAHs)
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4 Supelclean™ EZ-POP NP Z FAWNCRABL LTeA ) — T 7 1 )LimH¥ic K 5
AHET 2 MO GCEAOS A — © reatured Producrs
Supelclean SPE Cartridge
EZ-POP NP, 12 mL, 20 ea 54341-U
SLB®-5ms Capillary GC Column
‘-l. N o 20mx0.18 mm1.D, 0.18 um 28564-U
> <3 Analytical Standards
Polynuclear Aromatic Hydrocarbons Mix, CRM48905

TraceCERT® CRM - 2000 pg/mL each component in

methylene chloride:benzene (1:1)

Naphthalene-d; solution — 2000 pg/mL in methylene chloride 48715-U
Fluoranthene-d,, - 50 mg ampul 442843
Perylene-d,, solution — 2000 pug/mL in methylene chloride 48081

References
1.

Polynuclear Aromatic Hydrocarbons, US EPA factsheet, January 2008, Office of
Solid Waste, Washington DC. (epa.gov/osw) a Related Information
. Moret, S,; Conte, L. Polycyclic aromatic hydrocarbons in edible fats and oils:
occurrence and analytical methods. J. Chrom A. 2000, 882, 245-253.

N

Visit our “Food & Beverage Analysis” web portal at:
sigma-aldrich.com/food

3. Global Olive Oil Market: Trends & Opportunities (2012-2017). Researchand
Markets brochure. www.researchandmarkets.com/reports/2399367.
4. "Mediterranean Diet: A Heart-Healthy Eating Plan". mayoclinic.org
(accessed 1/13/2014). [l EAR Slop) - kall
5. /E\LLJJgCuoS:n;g\525(|)01n1 F:;]g;\aic;n No 835/2011; Official Journal of the European Union: #HUBSERER] ZSEPYU—X (Z-SEP, Z-SEP+, Z-SEP/C18)
6. More S,; Conte, L. A rapid method for polycyclic aromatic hydrocarbon FHMlEC b5 sigma.com/spe-jp

determination in vegetable oils. J. Sep. Sci. 2002, 25, 96-100.

a0

HLTHTEAD?
Supelco® DEHEIME 5 L -

NANGERL SEHIMBED I Z—V EBRET
Supelco DEBIMHA S LSBEGZA VT v I T

A

BEROBMH AN LET, .- | §
*EZ-POP . )LA=7 a— MES U A4S IV Z-SEP 1 — X 1 r 0

*QUECHERS EAF 1—7HTHELTVWEY

ZOBBICEIEBRHL LT,
BIROFMIZT B 5 >> sigma.com/spe-jp
\|EY Y T IVOTKFEIZT B 5H 5 >> sigma.com/spe-sample-jp

sigma-aldrich.com
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Iyt v bF 41 I1UR0) Carvone S B EDRRIT
Astec® CHIRALDEX® G-TA v EZ!)— GC A7 LEHRBWNT

®s

D-Carvone KU L-Carvone |E. £< B 2EWVERFDHAZEIMEK
(LB TT, INSOHRZEEMEESITRFEN L REVET,
D-Carvoneld. Fv 2014V —RI vt v)bAAILHRICES
NBEERD T AIVY—RIvtrov)bAAIUCEEEENTE
9, L-Carvone ld. ARV ZV hT vt v bA A ILRICERSNS
EMPD 1 DTY, Carvone DHFEMEREDBET HZ & BS
TldEL  F2IFrET)— GC AT LOFMBHINETT, AHIZT
TEFYIITA—R TAII—R RATATAIRTZ b
BROCRAYFARTZVIDOEZE T Y2 v )bA A JVEREBD
D-Carvone KU L-Carvone HFEMEA %A Astec CHIRALDEX G-TA
FreEo)—GCHTLEFERLTOMLEL

Astec CHIRALDEX G-TA (&, 2,6-Di-o-pentyl-3-trifluoroacetyl % 3&
b LTz gamma cyclodextrin ¥+ 51— GC AT LD—F&ET. 77
A=W T B TIVTE RS Y b EEBRILENICS
WERMEEBLTVWET, COBREEEF VDB CEER AN
A LD—D2CHAREHEEERZEFIRLIZEDTT,

RER

L &% SEEIC LTe. D-Carvone & L-Carvone OEEY%E %3 Astec
CHIRALDEX G-TA A5 LT, INSILEYMDAH/ \2—> %
N&E Lz, GCEHFIFRICEEDTHY KT, Carvone FEFEMER
DE—YEEIF. KFEIRD D-Carvone LU L-Carvone DE—FRLS
EENZFEALTITVWE Lz

®1 GC&MHF

77 Ls: Astec CHIRALDEX G-TA, 30 m x 0.25 mm |.D., 0.12 pum (730334
SR 40 °C (1 min), 2 °C/min to 170 °C (15 min)
ANRE: 250°C
%88 FID, 250°C
F v )7 AR helium, 25 cm/sec (set @ 110 °C)
JEA: wet needle, 100:1 split

FAoVIAT—R TAIWNY—R RATATART IV HBLU
RAAYFART IV MLy v )bA A IVaERIE £ RBRD
FAIVTEML. FHEEZTOT7 70V ERD. HEHED
Carvone ZE MR — 0 EBELE LIce WV TF Yy I U A
= RBEXUOTAIVY—RIvE>ov)bA A)bITiE L-Carvone &
AMLELI 2BDAXRT IV MI Yy v LA A IVITIE

D-Carvone &ML E Lic, INSDAMLTE 4 508 = B ML .

FAIVRICEEEEADTWD Carvone YR EMRE . AINLTENE
FEMUERELZDHTEDHIEDHZEANE LT

BRLER

1 H 5. D-Carvone JEEE MR L-Carvone KU FCITRHT AT
EPDHVET, K2 4 6 BLV 8L FroZUrAY—RBLU
TAWY—=R ZATATART IV IBLOCRADYF AT I b

sigma-aldrich.com

Leonard M. Sidisky, R&D Manager len.sidisky@sial.comx

Tty v VA A IVDRERERDERITIC KD 7O NI S LT
I, AL icatRlo o< b S Al B3, 5.7 HKT 9 T A0
LIEAZBERDIDBENBE CEDTELNDHIIET, TNIC
£, Astec CHIRALDEX G-TA F+ 51— GC A5 LDF )&
REHDDHIET,

1 D-Carvone BKU L-Carvone S GIZAER

B2 Fv>SUuzA—FTverovbArAIb

D-Carvone
D-Carvone

B3 L-Carvone ZAMLIcF ¥ 57T — RTvEr v LA AL

D-Carvone




B4 F1Ib—RTvtErovibAAIb

D-Carvone D-Carvone
T
a 43

xA]AL l 1 VI A

DL B o o B B e |
0 10 20 30 40 50 60 70
Min

5 L-Carvone ZAMNLeT 1 IV —RIvE>r o vbA AL

D-Carvone

L-Carvone

D-Carvone
N

N 40 44

L-Carvone

1 "y
9 B & AR ® & .
Min
B6 AN7ZIUhIvtrvibAA Il (Native)
L-Carvone
L-Carvone

0 3

ol A ULLIJ L
0 10 20 30 40 50 60 70

Min

B7 X7V Iyt v LA AL (Native/D-Carvone 7xi0)

D-Carvone

B8 RAYFARNVIVrIvEYIv)bAAIL

L- Carvone
__ L-Carvone
o =
41 43
&mLJ
e . ———————
0 10 20 30 40 50 60 70

Min

9 D-Carvone ZFMLIERDY FANTZ IV Ty v VALV

L-Carvone

D-Carvone

L-Carvone

40 44

D-Carvone

Lol
L L e L B e e e e i  an|
70

Min

of
M EDERH, S, SEfERLTzHZ A (Astec® CHIRALDEX® G-TA, 30
mx 025 mm 1D, 0.12 um) &, XEROIT v v VA1 )LhD
D-Carvone KU L-Carvone HFEMEE DBES HDITERTE.
D-Carvone FFEMAED L-Carvone HFE ALV SEITREHT AT
EDDHOE LT

Reference

1. Ravid, U, Putievsky, E.; Katzir, I, Weinstein, V;; Ikan, R., Chiral GC analysis of (S)(+)-
and (R)(-)-Carvone with high enantiometric purity in caraway, dill and spearmint
oils. Flavour and Fragrance Journal 1992, 7, 280-292.

0 Featured Products

L-Carvone

|
Astec CHIRALDEX G-TA, 30 m x 0.25 mm 1.D,, 0.12 um 73033AST

o-carvond S-(+)-Carvone (D-Carvone), Analytical Standard 22070
e “ R-(-)-Carvone (L-Carvone), Analytical Standard 22060
0 Related Product
Astec CHIRALDEX G-TA, T0m x 0.25 mm 1.D, 0.12 um 73031AST
Astec CHIRALDEX G-TA, 20 m x 0.25 mm 1.D, 0.12 um 73032AST
“HHHH“H‘HHWHHHHW‘HQHH“HHH‘WHHHHWHH‘HWE Astec CHIRALDEX G-TA, 40 m x 025 mm 1.D, 0.12 um 73034AST

Astec CHIRALDEX G-TA, 50 m x 0.25 mm 1.D,, 0.12 um 73035AST

sigma-aldrich.com
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Ly

7vE (L7 ZIVEEE. PFPP<F5 (N2 7)bAO7 =) 7AEIV) UHPLC A5 L%

AWTIERLEMDaEEL . KSR

ZyERETIZIVEEHICEZEEAD=ZX L

TvEET T ZVEEMIL/ N ) 2 VDOSHERA S B R R E
NBRITEUE LD, TE TIEEREYIC DT BB EMEERD
DEEDEDFRTF ROEE, HCEODH. 7 3/ BO—F D,
AZRO—LHAZRICER LIERBHNEA TWE T, SEITFEZEDI
5T RME BREDTFICBWVWTELECERTAENTEINET,

7vENT T 2 VEERIFFE AN Z X LDERDOEDE R ZD
TORBD C18 AT ATIERBECETVWK SDBIBFADRIEICEK S
BLBNTVET,

7vER(eT Iz ZVEERE. FHEREERED 7 )LFIVERVERE
WA T U RIBREERLE T, BEEEHODEWNCK > TR
EDBS Y BEDBUVMREI DB R A 7 IR IR
BEERENTEET, $fe. 7vE7 T ZIVEERDE >—D
DFFEIE ERDEEEE L L BB LS BE2 A T
BIEEAENBVNE T,

T7vRILT T ZIVEEREBMTER T BIedIcid REFEEIRE
AAZXLICDVTOEBHBERF DO ENEE CT, A Tl
TERO7IVFIVEEREEINLENST V3T T Z)VEERICS
WCHRERE A 4 AR B FR L EEEEDSREMEIC DV TREN
L&,

R AN =X LD EE S ERE

TvERET T ZVEEHRORL—RNGEE CHEH N2 T4 0
T T)L7AEIL (PFPP, F5 B2 ZRI 1 ITRLE T, F5 EEAEE.
k&R LT VvERDES (CF) ICRYBUOIET (DREEIER) B&
U - miBEERZERB. 7 vRBETFOETRLMEICK Y EFEE
MHEEREEEECTT,

David S. Bell and Carmen T. Santasania carmen.santasania@sial.com

E1 PFPP (XA 7)V4AB7 1)L 7AE)V) BERDLFEE

=sr—o—si
F

F 6005233

B2 EOFSALEZOREMN 2- 73/ E)IVDEE

OH o© @ N‘ AN
I /
N N HN 6005235

N 2-Aminopyridine
e, Inopyriai

VAN 6005234

Piroxicam

RESET L+ IVEEMR TH S C18 (0DS) + C8 (octyl) (cH@d
BREE FAKEOE MR L A RIF TERVE T, F5 EE
FIEA 7 RN BREERER DIzt Z<DBAICH VTR
ML AMOREAEIRE T, B 2 ITEMERERI Ch AN+ A4
EREINERI TR S 2- T2 /I -AMP) DA RLE T,
2-AMP [EBIEA SN (logP=0.53+0.27) Tedb. ERD T IV IVEE
RT3 LEREE T, K3 I Q8 EEHEERALTEn+Y
ALE 2-AMP EDT LIEERZRLE T, EOFVALIFERERIN
F LA 2-AMP IERIFENT | EETEFBATLI BEWHED
BHSAESHELERE TS T pH EZHTE, 7/VF I VEEHEICHIT
% 2-AMP DRIFIF TEFBA T LT A7 R77EAEDFIC KD
T 2-AMP DMRFF T BREEE S H Y £TH. BIRMEDETYPHT A
DEHIEIERENE T, K4 ICFSEEBEERLNTCEOF U ALE
2-AMP EDtrLTeyax S L% RLET, 7vERIET7 T ZIVE
EMEAWSE A A AR TEREZESFEEHELL C8EEEEA
Wb E AR OBEMRSEICHS LT 2-AMP ZRiE L. KO+
INEDBET ZEATEE LIz, 2-AMP DR A A = X L& F5 BEE
MODEEEIERE A7 VB EFR TH A EIRT 2ENT
TEI,

sigma-aldrich.com



B3 C8ATLEAVEEOFVALE 2-TIZ/EUIVONH
$Z L5 Ascentis® Express C18. f£& 10 conX AfE 4.6 mm
HIF4E 2.7 pm (53827-U)
FEME AL 10 MM FEET > EZ D LKAR (pH3)
BEIEB: VbRV
EEMELLER . AB = 7525 (V/v)
JOE 0.8 mL/min.
AT ISEE: 35C
[£/7: 1635 psi
1®HES . UV PDA GEEE 230 nm) HETU MSESI (+), SIM
AAE 5L
SRR 2- 72 /DY (10 ug/ml). EOF3/#74 (100 pg/ml).
10mMMFET > EZTLKBRPHI) 72U
=90:10

2
1. 2-Aminopyridine
2. Piroxicam
I T T T T T T T T T T T T T
0 2 4 6 8 10 12
Min 6005236

E4 FSAHSLZEBWEOFYALE 2-TZ /I DNEE
737150 Ascentis Express F5, f£& 10 cn X A% 4.6 mm
HIFAE 2.7 pm (53590-U)
FEME AL 10 MM FEET > EZ D LAGAR (pH3)
BEIEB: 7L
BEMELLER . AB = 7525 (v/v)
JR - 0.8 mL/min.
HZLSRE 35T
[E/7: 1635 psi
&8s - UV PDA G 230 nm) KT MSESI (+), SIM
AAE 5L
SHREEAY: - 72 /U (10 pg/ml). O L (100 pg/ml).
10mM FEE7 >V EZ D LAGATR (pH3) 1 72 =ML =90:10

1. 2-Aminopyridine 2
1 o
2. Piroxicam
—
0 2 4 6 8
Min (005237

C18 DL S HWHZREERE AL CACARE NI DL &%
DEET BHIE. 7V VEEROEERSRAE ST ClERE 5 B H A48
NLET ®SICRLcE 2B RO FY 7L RZVAaY
&, ZEEEOHH 1 DREFEGZERICEMTT . TOEEHLS
HEFEINBLSIC ROV FYET LRIV OV DKARR
MIFIEBITEULTOE T, B 6 [CRERIZEE (S) LTI LRZY
VEFILTC eERAYVFY ETLRZVAOVE A8 BLUFS
BEBRERWN O LIcyaOx M S LERLEYS, 7JvELT T
ZIVEEMIC K BEESRHRMEIC L > TERICEMD DA T 5E
HNCeEXLE

5 erFOaFvrETLRZVOYDOLEEE

6005239

Prednisolone

Hydrocortisone

Bl6 X704 NEGLEMICHITS C18 & F5 EFERDDEEEE)

$Z L Ascentis Express F5 (53590-U) &0
Ascentis Express C18 (53827-U).
£E 10cm XAE 46 mm, KIFE 2.7 um
FEEME AL 7K
TEEE B methanol
BEALE . AB = 50:50 (v/v)
FOE 0.8 mL/min.
NI LRE: 35C
E73: #7 2400 psi
1®RHES T UV CFE 240 nm)
EAE: 5L
SREERL D & 10 pg/mL. 2K AR/ —)L=90:10

1. Hydrocortisone 15 3
2. Prednisolone
3. Prednisone (IS)
Ascentis Express F5
0 2 4 6 8
Min (005240
12
3
Ascentis Express C18
0 2 4 6 8
Min (005241

sigma-aldrich.com
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Sdigdnrox

SMERTREZERYE

FS BIEMRIC K AT, O7 ¥ TIVAZ L (Fused-Core®) Td 5
Ascentis® Express F5 ZFAWVNSE Cank. mnBEA Y v RITHSEE
HENTEFT, B 7 & £%FLME Discovery® HS F5 & 77> )b
HZ LT3 Ascentis Express F5 %K 6 SEICS4 CRIE L L
e DT, Ascentis Express F5 & L2 EIC K > THMBSEIAE
BEENBEAFIC. E—VBREY v —T B> TWAENSKIR
FOBENEDME FARRTHEHN TCEELI

B7 R70O40RFRERCEMHITDESAMFS AZLEFS T
72 TIVAT LD

Conditions same as Figure 6.

Ascentis Express F5 (Fused-Core)

12 3
r
0 2 4 6 8
Min 6005242
Discovery HS F5 (2% 7L1%)
1 5 3
T T T T T T T T T T T
0 2 4 6 8 10
Min 6005243

Did you know ...

F5 Ao LlERH o nBRE RIS LIcAZ LEA—RA—M v
EEBITHELTHYET, £fe. FSERERW D7 )7 —
2 AV PIERRSEADS [BALZHEFEELCBYE T, ThoDi
SRR B EWEELULMERRIZ. sigma.com/f5-jp HEBLTEELN,

sigma-aldrich.com

TEH

AR TIPS BEMRICHIT 2 2RIENE A 4 I EEMDERF £
AT A1 NRIER SRR DB Z BN LE LT,

F. BIREYEBICHIT S LOMS ZRW R EINEA TREL
feo HCBMDE VB ZIERD C18 DL S EMHERAZ LZRBNT
AET B BEHEOBEHARLERZ TS TRF[LESET DL
MS DA 7 AEHELNBLIG . REREOETHMRRIENE T, &
fe. EMHABRRICB VO UIMUEREED L O BR—DFEDL
BMERET BRI MS TINS5 ZHFIT HEH TEZLDT
DD S LOEESHEREIC TR E LS SR £ A, TE2
T TR EDSEE TH GO SMABREEEEZRF DL D
FBRIT, FS BEIEARNE C18 BEIEME L LB L TR EHIARDOZENIE
FMTUBEMEFEONBZZRETMS RET 2B AFCER
ER

Q Featured Products
Ascentis Express F5 HPLC Columns (2.7 um)

1.D. (mm) Length (cm) Cat. No.
2.1 2 53592-U
2.1 3 53566-U
2.1 5 53567-U
2.1 75 53568-U
2.1 10 53569-U
2.1 15 53571-U
3.0 3 53574-U
30 5 53576-U
3.0 75 53577-U
3.0 10 53578-U
3.0 15 53579-U
4.6 3 53581-U
4.6 5 53583-U
4.6 75 53584-U
4.6 10 53590-U
4.6 15 53591-U

Ascentis Express F5 Guard Holder and Cartridges

Description Qty. Cat. No.

Universal Guard Cartridge Holder 1 53500-U
Guard Cartridge, 2.1 x 5 mm 3 53594-U
Guard Cartridge, 3.0 x 5 mm 3 53597-U
Guard Cartridge, 4.6 x 5 mm 3 53599-U




5. MIRHARIAROKMME DI T S LC/MS SiRailIES EDRE
AF BTy 3 OFEEBICHITS 2 D07 TO—F

Ha
TLY RARTL—A A LB (ES-MS) (&, ARl
BHBESFILAMORED, ERICAVSNTOEY, $fe. i
FDMS DINCHIFDRERFET T LN SLUTTHBEDLE
DRTVET, CO&SIEIORIIC & > TEBEMEO RS
AR U E LA, ESHMS ICRIRADS U E T, SATTRmE
LRI TR L TV B HS [ FRC T 1525
Lvs a4, LOMS SAREAHTEN TRETS NEIRED 1 DTT,
AF VYT LY 3RS E ST RIEL DRI ES1 (25
3 BAFVRITE B OBEREHE LR LTRELS
. ZORR. HIIRNEDREBENME 5EBD. METE
OBREE BB EH R Tofc ) LET,

LC/MS S3#Ric 51T BT ST DRS

EZF - BIR FEFSLOCEFRANDITICHE N TRBEL B D DI
EEN) T RABRD) VEEBEDRETY ., UV IEBISHRD
EHDTHY MS DB B4 F 2 ROFRERLE L THISGN
TVWEY (B, UVIEBIFTERDE L (SPE) BT/
VBB OB OBR ot SRR SN e, A7
YL avDEBEREBZYET, el UVEBEIFHPLC AZ A
ERWenBtE B E oI DITRYE L E BB OAR
TRENBVET, INSIHEM D DIHAEDITRINEDIRHREE
ZETER DITBELBRMZS2F 2RI HRALLIE
T, Kl UVEBBIRHPLC A2 LDFmZR T H5FLH/IEIN
I, VVEEEDNNSLICERT HETFHTCEGVWEEITARLETS
EDH B, AEBOBREETOZERICHEVE T, UVIEE
FESRDBRITH L THTHED HPLC 5 L PDITREEDFHICIE K
BOYU VIV NBEDNRETH Y Y TIVAIRicHIF 5 R )—
T DBV E Y, UVEBED LOMS DTSN T S8 D
WTI3 BEDRERE  TEF LRI LEL

E1 i mEEHRRDR
MRNTHB VEEEIC
KO TERENTEMS A7
P

sigma-aldrich.com

Craig R. Aurand, Technology Program Manager craig.aurand@sial.com

KM DEEERDEEDHE

FRETIE TR D CTH D) VBREDFEZ RIS B 2 FBBDTTE
IEDWTRBNLE T, NS 2TBRADHEI. DITRYE Z 5
A ST BITEDNRB I LT 1 DEDFHER. TR RINE
VT IVERITELEER, TN ZFNT HHICEREHT
TVET, 2 DEDH AT RINE Z AR D D S L E T
WINDISEEL MM TH2 ) VIRELTEMD THY. A

MFERICBIF 24 A T T v av DB R EEHTE R
BRELTVET,

B2 HybridSPE®-Phospholipid % UL Mz ) > g ERRE#IERZ g LO/MS I
TR
HybridSPE-Plus A& FRLNEABSLE 2> N\ BIEBGAICHIT 5. IfEFD 707>
/ O—)bEZ DKL YID LO/MS BIEFER
A7 L Ascentis® Express F5, £ & 5 cmX A#Z 2.1 mm. B F1E 2.7 um
(53567-V)
Bl [AI2mMFB7EZULASRE. 7ML
[B] 2 mM FE&7” > =T LEHEHAK. (AB = 90:10)

TR |

EA:

N7 LBE:
TRHER
AR

04 mL/min

1073 psi (74 bar)

35°C

MS, ESI(+) TOF, m/z 100-1000
2L

SRR LAY, 200 ng/mL
fEFREEE : Agilent® 1200SL Rapid Resolution. 6210 Time of Flight (TOF) MS

BYINYERBRDHDIZE

1. 4-Hydroxy propranolol
2. Propranolol

- UVEEE

HybridSPE-Phospholipid %
2

1. 4-Hydroxy propranolol
2. Propranolol

— VRS
| L
I T T T T T T T 1
0 1 2 3 4 5 6 7 8
Min
(continued on next page)
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77 0—F 1: MRS ORE

KMER D DBREREFIF ST DT 7 O—F Tl HybridSPE®-
Phospholipid & 5T, &, [4EH 5 1) > iEE & RIRMNICPRE
L %9 HybridSPE-Phospholipid I&. 96 71X 7' L — & B L & SPE &/
YD F 21— IVAZT - ) AT ETIEL LD THERE
NTVWEY, VIVIZTRFICHIT HBEFRBEDZED d #iEld.

UVEBDETFHEEE VBES VA AB BEDEEERAT
BELET, chickUsh=Rmic) VBB ERIINTEE T, 2>/\
vBET IV T U—ERIET ) I Fa—TRITHIT BIERRIC
KOTHRETNET, A Mm% HybridSPE-Phospholipid 7
L—bEfeld VI F 2 —TITHRIN. 0%, LECARA 31 Db
ETMAE T, SR ERERS L 6 L IHRODBERRE AU TR
L. VNV BERLIGEREEET,

21 B—omEaEr a2 >\ vEEE (ER) & L<IE
HybridSPE-Phospholipid & LNz > g &R %= (FR) TRIEL
fe LOMS AIERERAERLE T, 2/ BEILBE ClE it S
BEUVEEBBEDE - QHERXR>TWDE EEIT, HybridSPE-
Phospholipid 7' L— b TR L TzatR & U DA RYIE DiEH R
EMECE > TWVWEENDH U E T, HybridSPE-Phospholipid (£
BHOSUVIRBERET H2ECA T YTy a v DOsEs R
TH DOITHRYBEOBRERELZ EREEELIL B3 DT ZT7h
S AV INVEIRBAETIE) VIBBICK A AT Ly 3D
el 7T S/ a—)VOBERERED 75% B L TWAHI LD
MET, COLXECHBLNTCTETS /A—ud) U IEBDOKRERD
AR LEEEREFRORBESICARELTVWE L, Ta75/
O—JUITH g 2IZEREDES ) VIREICH T 51+ YTy
T AVDEEEZIF e HICBIEENMEC KERBITHE > TVE
T, W<, HybridSPE-Phospholipid THLEE L 7= 5K ClatEHED
WEL. EEREDEL/NETE>TVET, UV IgBEARIRMIC
FRET HE COMAT LISEATN SR D DD ETx DT80,

BHREOBWAAEICGVE L,

770—F 2. DA RIE DL

AFH T Ly avIcHd 5 2 DED7 FTO—Fld, SRS E
REL D DDITRIREDIME Rt EH T E 2D TT, 2D
TO—FIIRERD SPE EERICHOITRIRYIE & DFEE & TR
DB IREHESIEDTT, INSY > 7 IVEiEREIZER< 1
o O (SPME) [ICHBERAETNTOET Y B4 2BOEGY >~
7 JUF SPME (BioSPME) 7 7 /\—DigE= R LE T,

SPME &L, FERATR (SRIDIZEIXITE. M) & SPME 771/ \—
FOBEERE DRI EDDEFEIC K >TH > T IVOFTINEE
HEHTHEWNET, BoSPME 77 A /\—& C18 1 A FHA IA—T «
VI ENFEBDTREREENTOET, DTSRI EIF e HPLC
AEEBNTT 7\ —=h BB . LOMS ICTEEDITT 5%
DNEIBE T, BioSPME 7 7 A N\—DARIFHRFMIC K o T AERER
BNFDT7AIN—DEEEFSTEHNTEET, ThUcE>T
IR D 7 T 9 B 75 <L DI RYE A IR0 CRiE T 55
DTEELT, ZORER. DITTRPE DML RS, HEix
BB HEOENTEE T, Ffe. BioSPME (FBESRHTR LT
JEREEIN T T VETRIER TS SED e s, B—DitEh S EBIDH
. BRETHENTRETT,
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50220 LUMS AIERERIE 9OBDOATF / MeazRmL
el AELILEDTY, LD/O NI S LFZIN0E
LBEDHDFIBFERZRLTEY . TOY/AT NI S LTI
BioSPME 7 7 A )\ == B\ CRIALIBZ ST HWVE LTz, 2 DDFIL
By E% LY % & BioSPME JEIG 2 > 1\ BIEREICK L TR
RED 2ETHIEHS U VEEBEDREZ 1/101CT 2FHTER
L7z 2T\ BIOSPME 7 7 A /\—%& FAUWN\ 2B CHMER DR DA
AT Ty aVICLBREBREDE T ZRERD S LA
YT IR ST RIEZ L CTRET 22BN TERT,
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5 %) 5OBEREDSGDIRL BoSPME % UMY > 7 IV A Rff:Ler:nc;sCraig Understanding, Visualizing and Reducing the Impact of
B BAA YTy Y A ORELR Phosphé)//’p/’d—/nduced lon Sup;aression in LL/MS;
77 L Ascentis® Express HILIC, &£& 10 cmX A{E 2.1 mm. Supelco Reporter Volume 30.2: 10-12.
RIFE 2.7 um (53939-U) 2. Aurand, Craig. Investigating Matrix Interference in Analysis of Antiarrhythmic
BEHE: 5mM £EE7 > E-YLASHE 982 (W) PR RUJL K Cardiac Drugs in Plasma; Supelco Reporter Volume 31.1: 12-15.
SRR 06 mL/min 3. Aurand, Craig. Improvement in LC-MS/MS Analysis of Vitamin D Metabolites in
. Serum by leveraging Column Selectivity and Effective Sample Prep.;
_ H_:jj ]8f2 psi (127 bar) 1. MDPV Supe\coyReportZr\/{i)lume 311 16—17y. ’ .
AT LEE: 35°C 2. Buphedrone 4. Bojko, Barbara; Pawliszyn, Janusz. In vivo and ex vivo SPME: a low invasive
HRtHEE : MS, ESI(+) TOF, m/z 100-1000 3. 3-Fluoromethcathinone sampling and sample preparation tool in clinical bioanalysis. Bioanalysis, 2014,
AAE Tl 4. Butylone 6(9), 1227-1239.
SRR ¢ & 50 ng/mlL 5. Ethylone
(EREE Ag”ent@ 1290 Inﬁnity“‘ :6210 6. 3-Fluoromethcathinone e Featured Products
Time of Flight (TOF) MS 7. Mephedrone
BN ERBOIHDIES 9. Methedrone U/HPLC Columns
Ascentis Express F5,5 cm x 2.1 mm 1.D,, 2.7 um particle size 53567-U
TR L DT SRYE Ascentis Express HILIC, 10 cm x 2.1 mm 1D, 2.7 um particle size 53939-U
SR UVEEE 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
Protein Precipitation 96-Well Plate, pk/1 55263-U
SPME LC Fiber Needle Probe, functional group C18, package 57281-U
of 5 probes
SPME LCTips, functional group C18, sample pack of 8 tips 5709-U
SPME LC Tips, functional group C18, 96-tip array 57234-U
Standards and CRMs
[ T T T T T T T ! Propranolol hydrochloride solution, 1.0 mg/mL (as free base) in P-055
0 2 4 6 8 methanol, Cerilliant Cerilliant Certified Reference Material
Min (£)-4-Hydroxypropranolol hydrochloride, 25 mg, 00881
BioSPME %{EF Fluka analytical standard
3,4-Methylenedioxypyrovalerone HCl (MDPV) solution, M-146
1 1.0 mg/mL in methanol (as free base), ampule of 1 mL,
Cerilliant Certified Reference Material
Buphedrone hydrochloride solution, 1.0 mg/mL in methanol B-047
(as free base), ampule of 1 mL, Cerilliant Certified Reference Material
3-Fluoromethcathinone hydrochloride solution, 1.0 mg/mL F-016 Eﬁ
in methanol (as free base), ampule of 1 mL, Cerilliant Certified ri
Reference Material
e e Butylone hydrochloride solution, 1.0 mg/mL in methanol (as free B-045 /
AR i base), ampule of 1 mL, Cerilliant Certified Reference Material E
Ethylone hydrochloride, 1.0 mg/mL in methanol (as free base), E-071 8
2 4 5 ampule of 1 mL, Cerilliant Certified Reference Material =1
7 5 4-Fluoromethcathinone hydrochloride solution, 1.0 mg/mL F-015 =~
6 }8\ I\ in methanol (as free base), ampule of 1 mL, Cerilliant Certified ‘5._
2 — Reference Material ~
f ' ' ' ! ' J ' ' Mephedrone hydrochloride solution, 1.0 mg/mL in methanol M-138 Q.
0 2 4 6 8 (as free base), ampule of 1 mL, Cerilliant Certified Reference Material

Methylone hydrochloride, 1.0 mg/mL in methanol (as free base), M-140
ampule of 1 mL, Cerilliant Certified Reference Material

Methedrone hydrochloride solution, 1.0 mg/mL in methanol M-147
(as free base), ampule of 1 mL, Cerilliant Certified Reference Material

)

%8 T I& HybridSPE-Phospholipid & LN fz U > BB B R & & &
BioSPME & FILNe DT R Al DRV G 5 EZ BN L E L
feo TNSABLMESAIZINE, MY > 7 )VAROIMRITHIT S
AF Ty 3V OFEFRHESSHTEICL DT LOMS 72
WOBRHEE, BIREZE2H5FEHN CEELI

sigma-aldrich.com
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Astec® CHIROBIOTIC® V2 [ & B FRFR®D Methamphetamine D%V LC/MS 94h
LC-MS |2 K B8R L-Methamphetamine H5DAE D-Methamphetamine DX

Marc D. Julliard," Jason E. Strull,' Dylan M. Stone'
and David S. Bell*

' MD Labs Pain Management Toxicology, Reno, Nevada, US.A.
2 Sigma-Aldrich/Supelco, Bellefonte, PA, US.A.

dave.bell@sial.com

Methamphetamine (B4 1) ($58 71758 T, BEZEDH 2 LNNE R
R=UICHBITBR—EV TR ELTEREINSCENKLHYET,
ZNHRFITFET 2D E DD BEREBRELECAYU—Z
TENRAARY bAA N —=YOR ST 5T« —iE%AE > TR
LET, LH L. CORFITIE 2 DORZEMEN DY ET, 1 DIk
L-Methamphetamine (& % L & levo-Methamphetamine) . Vicks
Vapor DL DGR FENTWSIMENERITI. 51D
DREREETH D D-Methamphetamine T |, S RITEE Tl
CDEERENERD 2 DERXFTERVD T, WITNDERARIC
BEREREZHEA (TREINSEBEE LU TRESNE T, X
R CRAENOESILFAEN TV DHHE LCMS ETHEER
T,

B 1 D-Methamphetamine 35 KU L-Methamphetamine D&

NH\ NH\
CH, Y CH3

O

CH H

3 3
D-Methamphetamine
(dextro-Methamphetamine,
S(-)-Methamphetamine)

L-Methamphetamine
(levo-Methamphetamine,
R(+)-Methamphetamine)

T DT &I, Selegiline % Fenproporex 7 &, #43# & 1T Metham
phetamine |75 2 K D GAZEDBRED L IFEERZFHEAL TL
BHEENSOFR AN ZBRCRIRITIZVE T % AMETld. BER
G 8 E 7 T Methamphetamine AR & 75 o fe st ICIFE S
BRFDNEDDF THHNEHL DB TZDIC, Astec CHIROBIOTIC
V2 HPLC A5 LZERBWF TV LCMS EZERFELE LTz, TDOAE
HEERBOLBEDFTEHTER L. TELNIVOSHBE T EEDL Sk
KRN TEDTEHNTRENE LT

RER

(rac)-Methamphetamine 3 & U (L)-Methamphetamine D IZ#E4) &
% Cerilliant®, TX, USA. KUBEA LT LTz Ratkld, XA >0 2y
TDBENSHELEDEMAY T ATV AEZZ2—DBER
TOVRALRZYITF AN IO S LO—IRTCEDEDERNE
LTz IRXTOEMNE-4CTRE L. PIEIOFaICARRLE LT
FZ)U LC-MS/MS B Tl s Z IO K DICHUIBL £ LTz, 125
uL OFEEERE 1 mL DY TFIVT—TIUTHIMLE Lfc, 2OFER
L7eatilz 30 o L. 10,000 rpm T109REhE 0D BEL £ LT
B EEIEE 500 UL E—F 1> 7 70y 7T 56°C TRe
ICEREEER Ll 2R LTS E 05 mL ORRBEIMRICE D
L. 10 uL ZAZ LITEA LK Lz, BEFEAODICEIIEM
HAERMEREEZG AR/ —)VEKR (DL 1:3) ThHRMELES H &
AALE L

RIEVOR NI S 74— X7 L (Waters® AQUITY UPLC, Waters,
Milford MA, USA) Z39—AEE— KT, Astec CHIROBIOTIC V2 /1=
5 (25 cm X 46 mm. 5 um) (Sigma-Aldrich®/Supelco®, Bellefonte,
PA, USA) ZER L. BERAEEL THRELE Lz, BEMBIdK: X
2/ =)L (595, v/v) 1D 0.05% w/v b Z)VAORREE T B0 A
TR 1 mb/min & LE LTz, @RI 13.00 9T LT R
FEFRIE. D-Methamphetamine 35 & UF L-Methamphetamine |
LZNZNI0759BLU0 N2 9 TLE BEDHTEME (MS,
Waters) |[& ESH+H E— RFBXUOMRME—FTHRIEL X LT
1500 =910 &£ 1500 = 1190 D2 DD Z I avEEZZ—L
T EAEEMEEERRELE L, E— TV RL—I VT EfED
% MassLynx™Y 7 b7 =7 CAUIR L, A8t REL K LT D- B
KU - DE— VR, AIIMEEE RS & OFRIFREB D L TIT
WE L7z

ER

Ll Q18 £ L% B =21 T Methamphetamine BalE & Sz
RO EEDREHRHT L. Astec CHROBIOTIC V2 15 LB XV A
2/ =V ZIVA OB > EZ D LBEHBEE BV ZD-
Methamphetamine & & U* L-Methamphetamine D =) L4 B % &
AULAFHLE L, B2 (0 IBERB LUOBHROEBEF O/ OT
IS LERLET, KO Trace 113, D-Methamphetamine KT
L-Methamphetamine @ 13 IRZEREEZRLE T, Trace 2 ~ 4
H ol BEEHRITC D-Methamphetamine DISEHNRE SN, N5
DBEEHNTCDERAERNEFERL TV EERLTWET, Trace 5
D L-Methamphetamine @ & & (. ™ Bx 2 B 3k @ L-Metham
phetamine D& EERAEZRLTVET,

sigma-aldrich.com
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B2 Astect CHROBIOTIC® V2 & LO/MS/MS % FL Mz Methamphetamine oy Comelusion o . .
D . L R DSHREMARD S5 Bt BERNOR ) —ZV RIS ERENERENE T, A2
R/ <~ w2 R :Urine extracted as described in experimental section. Final TIRIVDIGE AV )=V TRERTIEBES > TH LIFL

concentration of spiked standards in Trace 1 represents 500 ng/mL EMEENEABEZEORBY CHAEELRDYET, £/t
(D-Methamphetamine) and 1,500 ng/mL (-Methamphetamine) X o — .
Wlines ¢ ° D-Methamphatamine & ARE R TH 515 L-Methamphethamine

715 Ls:Astec CHIROBIOTIC V2, 25 cm x 4.6 mm, 5 pm (11024AST) CEXBINERGEWNEEN B E T,
F£84H:0.05% ammonium trifluoroacetic acid in watermethanol (5:95, v/v)
o045 mL/min

15 LIBEE -ambient (20-22 °C) Astec CHIROBIOTEC V2 &, LC/MS % FB LN T Methamphatamine 3%
EEEEID I MANL1500/910, 150011100 FRIEEENRANCHMT DT EHFRET, RRITEET DITHR

JEAE 250 uL

MARDEDTDEVERERT 5 EHHRE T,

Trace 1: D-Methamphetamine &0
L-Methamphetamine D 1:3 1Z# 2R EH) References
1. Esposito, F. M,; Crumpton, S.; Mitchell, J,; Flegel, R. R. Evaluation of the
20% D-Methamphetamine requirement for determining illicit use of
D Methamphetamine in urine. J. Anal. Toxicol. 36(6), 2012, 399-404.
2. Kraemer, T; Maurer, H. H. Determination of amphetamine, Methamphetamine
and amphetamine-derived designer drugs or medicaments in blood and urine.
Journal of Chromatography B: Biomedical Sciences and Applications. 713(1), 1998,

; : - : - : - | ! | - | 163-187.
D

Trace 2: BEFE-ELG

D-Methanephethamine /& H Featured Products
Description Cat. No.
Astec CHIROBIOTIC V2, 25 cm x 4.6 mm, 5 um 11024AST
(£)-Methamphetamine, 100 pg/mL in methanol, 1 mL ampule M-022%
R(-)-Methamphetamine (levo-Methamphetamine), 1.0 mg/mL M-024*
in methanol, T mL ampule

' U ' U ' U 5 ' U ' ! S(+)-Methamphetamine (dextro-Methamphetamine), M-020*

1.0 mg/mL in methanol, 1 mL ampule

Trace 3: BEFH-EEL
Driﬁithanf)iﬁfﬁ:ﬁ@ﬁ “BAEN TR THYE LA,
HPLC #2735 Ly sial.com/Ic_chiral-jp

Trace 4 BEHRELEG
D-Methanephethamineh & H

o

0

3

Trace 5: BEHA-EEE
L-MethanephethamineM & H

SR\

sigma-aldrich.com
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Astec® CYCLOBOND® 1 2000 HP-RSP — %51 HPLC
HEU LC-MS SEtRIGEL A =— 7 A EEEE

(RS) -Hydroxypropy! ﬂ%‘ﬁﬁ@\ beta—CycIodgxtrin EIEEAZ LI 5 1 Astec CYCLOBOND | 2000 HP-RSP (&% Ancymidol HEEE D
WRFRBE T VFARRMELOSH R ZBELTVET, S

CYCLOBOND | 2000 HP-RSP 4. H#&8EAAE 75, FZILRY AR FOI L R RS EECS I
- _ _ 5 pm particles (24024AST)
=7 AW N F ) LEREEB L TWEY, 2DHZ /8 : (80:20) 5 mM ammonium acetate (pH 6.0):acetonitrile
L, B, B, —RECRRAICHY BERIES SURIED s 1
LEICRETT, TR © MS (miz = 257)
AAE 5L

St ancymidol, 1 mg/mL in methanol

CYCLOBOND | 2000 HP-RSP {Z &% Pyrimidine (BUzZIY) R2BE
KRB E IR T 5% Ancymidol (7> = F—)L) DR Angymidol
MR A C CIRLET . o
1O
CYCLOBOND #aId /KT M FEBIAE% A 4 > RN & & Bl \ °
ATEZDT. LCMS FRICRE T, N -

HPLC #2735 L sial.com/Ic_chiral-jp

Q Featured Products 0 10 20

Min (G004683
Description Cat. No.
Astec CYCLOBOND | 2000 HP-RSP, 25 cm x 4.6 mm |.D,, 24024AST
5 um particles
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