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Bruce Herzig, Applications Scientist, MilliporeSigma 828 Highland Ave Cincinnati, OH, bruce.herzig@merckgroup.com

Kailen Gilde, Environmental Analyst Il, Georgia Aquarium, 225 Baker St. NW, Atlanta, GA
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TS50 n2TIVL(PIQ)IE. KIREERFA THER P EOMOEFER
DOERFABICHIATNTVE T, COFEAAELE LTI JRE
MNDEERSTIZB L KIEZ VI DEBEKISEHESEZ L
ICEBEBDMTONBZ ZEDZVTT,

FRORRICL > TRABZ VI EDIFIRIDE VI TERALID,
FIIIERFRNRE BB REMEITH L TEEER TS CHERET
Yo FBROHMRIEELANILISEL TV BLUVEAIDRE
LANILD WD X THL T 2D ZHIMT T B ICIE. FAKPDOIEH|
RETREISCHEETY, KEEDFHBFKICEENSBPZIQ
ZRAEY BIFTOHETIE. EEKDFED S EREHE (SPE) (C
Lo THHEZ DB LI, FoNIHEZHPLCTOML £,

COLSBFETRAEREE DX SOOI T, BRIRLIEZ
FTRBRETEZZ) VT TBCISHETY, KARTIE £
ICSPEIC & 2 EIRIED TIZZ BT 5 C L THMTZ 8L L.
DR OFRERBZERI S 2B LE LT

RER

BT A EIEWalt Disney World Resort EpcotdThe Living
Seas'liC k> TR INALDLDOTH D MBEHRDPZQDAIE ICET
TR EBRLTVET, MEFDOPZQEHPLCTHT 3IC
I YUY I IDBKREBICEEFNTWVWSTHIZSPEZ BULNER
FIUEDNRETETH. VEDBKEZEIATZISEDLSHTr—X
Tl BEHEOBEAEEEZ +0IERE T IEEOEH
[FECHSRVD T, BEBELZWVWEEZISNET, HIZIE. BEHED
7t b= FJILEED 0% T HIUSER R DB TE T2
FHDFEHFA. B/ VREBD ) ADS LDBKRIITMEY =2 <
SFURPBHIMR 2728, COH T LZFBTHILSPEIZ K 5K
HLEZEBIETE £, BEEOT7E b= MUILBECERIEA
E0ZEHE. BLURETHUEDEELIC &L > THORAEDRE L
MEHALEL. PHEEOABICEBIZCHTEET, 35
IS TNHSDEEICED., HEFURBICET 37 MIILD
FEREXHR T EHIC. X2/ I =2FERT23HEIFE o7
KBLLBEDFET, TOBR. NAEETHET IEEAEDOEDH!
BMCTEBLEZONET,

BREIVER

DEOBRE

B1OBRIES 3~ TREETIEL b OTH D HRIDE
AZIE50 L. BEMED Tt b= kUL (ACN)IEEIF40%T Y,
PZQOE— RN TR TH S ZEh 5. EABDDHBOE <
A—N—BO—RTHBZEDBDDDET,

B 2 LD T—42 TlE. Chromolith® HighResolution RP-18e
100-4.6 HPLCH S L= fERAL £ L7

Partisil ODS374 5 L% FIF L 71D 5347 & Chromolith HRZ F LY
TRIEL F L7z. B2 (EREBDIF) 1F2 mg/LDPZQIZZES (ACNH)
S50 ULEA LTAERTY . BLITIEX4DZ B L e iriEEs
Chromolith#15 A TIFRD FTEMBIN. E—J 0TS
BEINE LI BKEHOBEEIAZS I aL— T 570,
3.5%DNaClz EUK TIZEAN Z AR L £ L7z (B2, REBOIF).
CDoOX IS LTIE FABENTY KRR 22— LRI
TRLILE2>TR=XFAIUHENTVNBR DD £T,

2'00__mAU WVL:210 nm
i:l-Praziquant:eI -11.108
4 1l
1.50+ Ii
] I
1.00]
0.50] | “.‘
|J |\
o.oo-_.-.ﬂ]" M P |\
i 'ml - _\_\x
-0.50 ] T T T T T T T T minl
0.0 20 4.0 6.0 8.0 10.0 12.0 14.0 16.0 18.0
HPLC: Dionex UltiMate 3000
Column: Partisil 5um ODS3 250x4.6mm
Mobile phase:  40% acetonitrile (ACN)
Gradient: Isocratic
Flow Rate: 1.6 mL/min
Column Temp:  30°C
Detector: UV/Vis at 210 nm
Injection: 50 L
Sample: 1mg/L PZQ in artificial salt water
klgll. 1 mg/LDPZQ (B7KH) . 40% ACN. S EAES50 pL )

RDR=TAHK)
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B3+ 2 mg/LDOPZQIZZES %= Chromolith HRIZGEA L ##ER TS N
POFAEZIOPLICHES LE LTz FAEZ RS L THREISHE 0.20
HIN, E—JONBEELIRIEL CHBESNTLET, o — 60% Acetonitril
4. BFHEOTE L= FJILEEEEL L. 7&EDH1 mL/min 0.14
EFTETLIGERTY,. 7t b= MUJLEEIZA0% (EEDHR) 2-15
50% (RO 60% (HEBDE) T o
NS DOREMER KD HIEREIE CREERED S B\, gx
5007t = M )IILDEEEFRATZ e LELAEEADIO 0'02
< NS LOREDR). oo
L EDREHERK D REEDDisneyDESENSHPLCIC K 298 | °% o5 1 15 2 25 3 35 4 45 s
TITREZ&EC L TEEAROFEREZEHIR L. PHMNERERET
BEWTEFE LI, ROEYT 3> TlE. SPEICK ZEMIET 020
BEERLERARAEICOVWTEHBELE Y, 0.18 — 50% Acetonitrile
0.16
SRS EONE 014
BISK. & a—U 7KK DRHEI N S2mgLOPZQERT |
FAKERRNL0 pLE SPEIC & 2 RTALIE: L CEREA LIER T, 0'08
CORRN 5. BHOBILIRE G L TORTICERBN AL |
e ERLT. 0.04
T a—Y TIKEEN 5B EAKERHZ10 mg/LTPZQ%E A L 0.02 J L
F L7 B6IE. 5.2mg/LOPZQ%E ST TDiEE REDIR) L i 0.00 Ay
IEE (REBEOF) #EREHDTT, _0'020 0.5 1 1.5 2 2.5 3 3.5 4 4.5 5
4 N\ 0.20
0:20 0.18 — 40% Acetonitrile
0.18 0.16
g'ii 0.14
0.12 0.12
0.10 0.10
0.08 0.08
0.06 0.06
0.04
0.02 J L 0.04
0.00 0.02
-0.02 v 0.00 '
o 05 1 1.5 2 25 3 35 4 45 5 -0.02
— 2 ppm Prazi in acn — 2 ppm Prazi in salt water 0 0.5 1 1.5 2 2.5 3 3.5 4 4.5 5
2. BKARDPZQ (%) £ 7 ;=R UILRDPZQ (%) .2 mg/LDPZQ.40% ACN. K4, 7R ZRIIILBEDA T 302 mg/LOPZQ. &1 mL/min
JEAE50 uL
0.04
0.02
0.00 =3
-0.02 *_J
0 0.5 1 15 2 25 3 35 4 45 5 -0.01
0 0.5 1 1.5 2 2.5 3 3.5 4 45 5
— 2 ppm Prazi in acn — 2 ppm Prazi in salt water — Prazi sample NHO03-3
B3, 38K DPZQ (1) L 72 =R UJLFRDPZQ (48) . 2 mg/L.40% ACNEA [®5. O3— S 7KEEEN BB EHRINHO3-3D DTSR (SPEHH IC KB ATALIE
\510 uL ) \t.ct,) )




0.20
0.18
0.16
0.14
0.12
0.10
0.08
0.06
0.04
0.02 J L
0.00

-0.02

0 0.5 1 1.5 2 2.5 3 3.5 4 4.5 5
— Prazi sample NHO3-3 spiked — Prazi sample NH03-3

6. 23— TIKEREED SIS RINHO3-3 B EA (]]) . 10 mg/LDOPZQ%E
RN (88)

1200000
1000000 ;
9 800000 /
~
Q /
2 600000
2 /,/ R2 = 1.000
400000
200000 7(
0
0 5 10 15 20 25

ppm
B7. SEEEOIZEES K (1.25 mg/L~20 mg/LDPZQ (ACNH) ) IS 1ERL L T4

8%

0.01

-0.01
0 0.5 1 1.5 2 2.5 3 3.5 4 4.5 5

B8. 6B DPZQIZ#ER# (0.625 mg/L) DYV ORI LZERT-HD

1.39
1.19 J
0.99
0.79 |
0.59 \
0.39 \

0.19 | “

-0.01 _ 1 LA A
o 05 1 15 2 25 3 35 4 45 5

[9. 23— TKIREBEDPZQE AT KA S1FTCE S A Z500El# DR L TEf
FEALICEEDI0EISDFEA

O\ J
FATEORMENEZRLCIRL £9, 2. MDLOETHEICER L7-0.625 mg/LIZERE DEDEL 21
K1 Ua—UTKEED S EARE OFMEIE A R S I R s

ppm 0.674 0.675 0.676 0.686 0.678 0.675 0.677 0.004 0.015

Determined Spike Spike *Students’ t -test
Sample Amount Amount Recovery

NHO3-6 spiked 10.02 10.00 96.92% EKEEIDT M) w I A ZEBEEAT D THI LEMICE
NH03-6 0.33 BrEL2WEIZFHMET B7=0HIC. 23— T7KRED SIRME
NH03-4 spiked 14.96 10.00 96.50% ThicREHEEZ500EER L TEAL & L7z BE9IE. 500[ED
NHO3-4 5.31 FEAS =T ZFRD10ESDFEAEERTZHDTY,(50E L Il)
Water blank spiked 9.71 10.00 97.11% FLVLREREZITTESEL TEAL X LT, 500EFEAL TH.
Water blank 0.00 FREFRECRERVWVINHRELTWE L. BSLENIE. £
3.5% Salt Water blank spiked 9.75 10.00 97.49% DRFIZHIB0 psin* 51,800 psilc EF L £ L7 ¥ X7 L%EI0%K
3.5% Salt Water blank 0.00 +10%ACNTHA T % &\ 500ELEFEAFRBRIOBEWD S LES

S5EBREDIZESN (71 = ;U JLTPZQ 1.25mg/ml ~ 20 mg/ml
AR #EA L TAHPLCY R 7 LDIRERE/ER L & L7z, B7
IR (FBERIZ1.000) t F— 42 ZETRLE T,

0.625 mg/LDIZEES KL & 6[ali% D 3R L T:EA LIEHBR R (Method
detection limit, MDL) #5tB L £ Lo R2EEBICRTT—R &
D, TREICH E IEMDLIF0.015 mg/LEHHEINE LT

ZBRBICEETEE Lo T AFTLEHPLCO R T LZEIN
WICHESTE R Z2m L&Y, FRBOOKET CCICEKRD
FTRERRATY T2E8HBLICED. AT LOEZBEYNHER
TBRIEEHWRELET,

R3IC. SPEIC L ZEMFINIEBZITSMREL . AR THRELLE
FEOUBZERLEFT, EHHIVTNE D 3 - TKEETHRE
TNEFEAKZRAV. WITNOFETHEULIERMNEISNE
L/TCO

RDR=TAFK)
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Chromolith Result from
Retention Method GA Aquarium
Sample Name Time Result SPE Method
Prazi sample NH03-1 2.635 nd nd
Prazi sample NH03-2 2.645 5.17 5.1692
Prazi sample NH03-3 2.644 5.21 5.3906
Prazi sample NH03-4 2.644 5.32 5.6451
Prazi sample NH03-5 2.645 4.34 5.4443
Prazi sample NH03-6 2.646 0.20 1.3211
Prazi sample NH03-7 2.635 nd nd
Prazi sample NQO1-1 2.635 nd 0.0627

]

FILWAEICE D HPLCARICE T 3 EEFI SN/ 1890 5
SPICBBTT £ LT SN FARETORRE L OX ~OEHI%Z
BB LET, B/ URBAS LR = STHFICTHR 3
fe®d. EKER T EEICERIATE 2D TSPEIZ & 2B O]
WIBHAREICHRD 9, 20FER. SBHT0 0D HEEA T 5

KB LU DREMS

instrument: Waters Acquity Arc with PDA

Chromolith® High Resolution RP-18 Endcapped
100 x 4.6 mm (1.52022)

50% Acetonitrile (AX0142) / 50% Water (Milli-Q)

column:

mobile Phase:

flow Rate: 1 mL/min.
column Temp: 30 °C
detector: PDA @220 nm
injection Volume: 10 pL

sample: Seawater (Filtered)

References

1. Crowder, J. and T. Charanda. 2004. Determination of Praziquantel in
seawater. 1st AQUALITY symposium. Oceanario De Lisboa, Portugal.

2. Xiao, S., B.A. Catto, and L.T. Webster, Jr. 1983. Quantitative
determination of Praziquantel in serum by high-performance liquid
chromatography. Journal of Chromatography, 275: 127 - 132.

Featured Products

Description Cat.No.

D20 NE T, RATEE L ek S1C. ERYcnasty  HPLC
— g R Chromolith High Resolution RP-18 Endcapped 100-4.6 1.52022
0P DIEREL D £ 2 B
Solvents
Acetonitrile: Omnisolv™* AX0142
S=hli] 3o by S e 3 & - = 5 £
4. ERRILIEE SUSPEAL AT TR LIcFEOMREN Water was from a Milli-Q® Advantage lab water system
DLEER
Standard
Time Per Sample (min) Praziquantel VETRANAL™, 250 mg 46648
Method Step SPE Method New Method *only available in North America
SPE Extraction 20 0 Related Products
Sample Prep for HPLC 3 3 Chromolith High Resolution RP-18 1.52023
- Endcapped 150-4.6
HPLC Analysis 18 5 - - -
Chromolith HighResolution RP-18 Endcapped 5-4.6 1.52025
Total Time Spent: 41 8 guard cartridges (3 pieces)
Chromolith 5-4.6 guard cartridge holder 1.52032
- = - N N i _
T 5. SPEIC & B2EMRIHEDRED DAMSRENEREI NS I Acetonitrile gradient grade for liquid chromatography 1.00030

. TELZFUILDEEEZ84%HIHY 2 EHEJRETY, £
DI FHEFHARETELIEREAFEZERL. LORRE
HONSVWFELEXET,

CDHFLWAEIR 95%%Z B X B [EIINE £ 0.015 mg/LDRHRFR
(MDL) & W5, ERtE BREICBNRERZEHI5LET, HL
WHEDRFEIC K DPZQOREME L AR b1EL M LY B 7).
HHKDEZZ—AEHEEZTHD EDBFHFINE T,

Millipore.

Filtration, Separation
& Preparation

Enjoy the Quality of Millex" Filters

merckmillipore.com/samplicity-jp
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LiChrosolv™

Chromolith HPLCH 5 L@ FF#RIC DL TldSigmaAldrich.com/
chromolithz ZEL 723 L\,
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Markus Obkircher, Head of Reference Materials R&D, markus.obkircher@sial.com

Hanspeter Sprecher, R&D Senior Scientist, hanspeter.sprecher@sial.com
Leonard Sidisky, Gas Separations R&D Manager, len.sidisky@sial.com
Kathleen H. Kiefer, Principal Scientist, kathy.kiefer@sial.com

Matthias Nold, Global Product Manager Reference Materials, matthias.nold@sial.com

FEE. EEEHREFHGS (FRA) X, BUIHBERSRREES
(SCCS) DERICH LT 7 LILX —FEHO AR & B5TED
FEREOHFH L WEEBRAEENBL F L1, ShISRSL T, EU
#2HINo. 1223/2009DHEHIREINTVE T,

COF L WA A EIKIFRAO DI EEIBRICE > THESI NS
ETHD. FIDFIFEENTRESEZRAARI/OR NI S
7« —(GC-FIDF 7=I3GC-MS) Z A L. ERIERIS KU A1 ILA
®. 0.002% (20 mg/kg) ##BZ B EEDERMIESTREES LUC
nBE@L?%EEW%Hﬁ\ﬁELi?Ou@%bmﬁfk
2T, BEIDES > 1cBERME O S ERNICHEE ST
WTFYDEFEEERD )= TEBELSIRBZTLL S,

ZK*E_C“ & h‘:ﬁﬁlfﬁ_\ L75R DIE*EEHL'@ETD ES Uﬁ;EU)WaX/PEG*E c
AR AZ =0 RECRENZB I 214 VRIEH T Lk
BLIGCORHZBNMLET,

BEBRODIFEENMEH (CRM)

HFISERORD T REARE L TR L 2EE O HZEY
B (CRM) DRz BIA L £ Lo C5 DFRAMEEME I bk
L7eFLWFRAXY w REDF YU TS b, £¥UTL—>3
VAZEYEY L TERTADICELTWET, 2EEDREEA
BHRICEENZRYEIEEICTILA=-ILE AR IUEESH S
BB —EDLEMI ZADSEEINTED. WTFNBHEENMR
(QNMR)JEIC K DERICEED I 5. SFZAELfThATWL
9. gQNMRIFIEHHAB—IIZELETH D > U FI)LREITHE

ICF59270OBUCHABILE T, LIch>T. REMEEY
BN LT DMNKRYWE DT FIL5EE = KEE AR ER T
FRAMERE L TL B 1RZEYE (NIST SRM) D £ 4 3L E¥ICER
FL—HTI 23l ENARETY, B4 DINMREIC K B58E

i ISO/IEC 1702558 ICTEV HtBuchs (X1 R) ICH B EEHLS
THEIN, BIIINREET—27 7O—ICELTIT>TLET,

COT—U7O0-TIEETHROIC. DEOTGEES S U EHEL

W Te—EDR D FMHET I M ZITVWET, ISISREZS

H\%n%nwﬁﬁﬁ%%gthﬂﬂEt@%?%W%Eﬁ%
Bro#EagtzmRLx7,

ERICEENAFERZE5X 2 e SEELEOSVETEEILNE
THD0H. EEFNEHETITVET, REQBEVEBZER
THRLHEFRIICHRTEITELIADEFENARIBDZD
RHEODEREBL = 7Dfﬂ%ﬁ5:tﬁ&%@ﬁttbi?o
PIRREBIMDDZ EHRDEEBIEVVHE TH ST
KEDERIFRDHEEIZHD £7, gNMRAIETIFEEND X (g/g)
DEHNESN., [ FBHSNTVBNISTO—RIZEYERFES
T, SIBUADEENBR ML —HEU T ZBIITEE LT
AT, BHRICHEUS LUREMICEATA2RRBEONE LT,
BHE TETEFREBEOPTHRE TEE—IHNMRTRLIC
DETERVIBEICIE. TDLEIZISO/IEC 1702558 ICEIWVWTH
20AI8IZ5 74— (GORIEICL>TREL £ LT

Z0%. I1SO170348BE 7 — 27 70—V, REWEDEE%
BELTAREL. AFIITFILI-—FILTHERLE L B85
NEERBSRZ\EDHS AT > FILISTHEL . GC-MSIC&
BHEEMEREEMEL CCOIROEEZITVWE LT,

RN ART Y TIVIREREDT. ERmOLEMIEBICHT=>T
DEEM. BLU, FERELDHBFVEEIIRZCEZI SN
BEROTAOHIXFOLEMZ R T 5 7-HDHBRETTVEL
Too F7oo ISO 17034ICERICEH S H 2 - REAFE L E 14 RZE
(LTS) & L UINRZ E M ER (AST) ZGC-MSICK DML £ L 7=

ZEMAE. HMEMHR. BLUGNMRAEL S SNTHERIK
FNEGHPVTND, FEIEICHS L ICE®H 3 R2AEQOTRED &
BICEESLET. BEORHE. g/keh & Ug/LBf GREFS NI
20° COTTHEENEIC & 3) TR LI-BRH DLADILERRED

(ROR=ZAHFK)
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TICMA T, SEEEICIIOY FES. BWERA. ERSNA
B REH. EE S VEIRREZHEITLICT S X FDERDEH
TNTVLET,

FERICE > THEYARARTH D ZREET B7=HIC. ZDER
SHZEYIE 3R TR —E DR = R LRSS DR TRl iR & 1T L
Fl7o

R1ID2BEOREYOEGSES BT TRLET. choDE S
CEREIEDRAIE. Yt = T ksigma-aldrich.com/
fragrancestandards TCE(ICHENE T,

§§1 Fragrance Allergen Mixes Al and A2 with Composition.

J’EFHCZ 000 mg/kg (*%{—J— L/Tu tA*@‘Iﬁ$<) D‘/l“l—%ﬁ@u:muiﬂﬁ
‘Jinn (\: K:E) ‘t—ﬁ:'\:%&*néwuuﬁit Eg‘Zo L‘?h@/bb = %%2 mL}—D
LU MLONY T —2 (7 FIL) T,

Fragrance Allergen
Mix Al

Cat. No.: 89131
Qty.: 2 mL, 5 mL
Solvent: Methyl-tert-
butyl ether (MTBE)

Fragrance Allergen

Mix A2

Cat. No.: 16558

Qty.: 2 mL, 5 mL

Solvent: Methyl-tert-butyl ether (MTBE)

a-Amylcinnamyl alcohol 3-Propylidene phthalide

trans-Anethole a-Acetyl Cedrene

Anise alcohol Isoeugenyl Acetate

Benzyl alcohol a-Amylcinnamaldehyde

B-Caryophyllene Amyl salicylate

Cinnamyl alcohol Benzaldehyde

SREEIRZEYE (CRM) £ GC FID/GC MST7FUr—> 3>

GC-FIDE&LUGC-MST TV r—3>
CChBlE BEDESARPLNS A A VREN S LZzFERL
TUILS YD LURERICOVWTHBLEY, F23I0RY
—0O% NS LISEEH S L TH BSLB-IL60iZE> TELHD
T9o ZDSLB®-IL60ilEwax/PEGHRICI/=iBMEZH L. 1=—
IREREETRLET, o TvIRXASLELD EIZERED.
COBENS LEFBETRER—RS( VO LREER/IRICIZ
S5NFET (E2H LTUE3). IFRADHF L WAZE TIE. FID (EE&H
SEEOTHDIBE) BLUMSDOERERLTVBZENS. U
TORTIE. ZheNGC-FIDZFE> 7156 (B2) & & UGC-MSZ
#7354 (BE3) DSLB®-IL60iD T — ROEFERLE T,

4 N

Allergens Mix Al
PEG Phase

PEG Phase Column

30m x 0.25mm, 0.25um
Temp program

80 °C (4 min) @ 15 °C/min 105 °

2 (min): 4 °C/min to 150 °C; 23
10 °C/min to 270 °C (30 min)

Baseline rise

Citronellol Benzyl benzoate 80°c
Ebanol 1 Benzyl cinnamate _ . ‘_
Ebanol 2 Benzyl salicylate R1. — M RPEGH T LICEZMix ALDGC-MS 7OY M5 Ly )
Eugenol Butylphenyl methylpropional
trans,trans-Farnesol Camphor
Geraniol Carvone iﬁﬁ
Isoeugenol (E+2Z) Cinnamaldehyde " Wl = SN ERU NG . -
R(+)-Limonene Neral BHEDOER 7 LILY VEEIMiX AL(E2) & L UMix A2 (FE3) %=
Linalool Geranial MTBEIZA#ZL (100 uL/mL) EROA F VRiEF v ESU—HZ
Mepn_thO' gogmarin oo Ketone ) L7z B LGC-FIDE /oI3GC-MSIC & D R2E LURIDEM TS
a-Pinene -Damascenone (Rose Ketone- P _
B-Pinene a-Damascone HETVE LT
a-Santalol 3-Damascone "E"
B-Santalol 5-Damascone (Rose Ketone-3) 2. Mix ALOGC-FIDED &1 (E— 2 DREIGC-MS5 B IC & 3)
Sclareol Dimethylbenzylcarbinyl acetate (DMBCA)
a-Terpinene Eugenyl acetate Column: SLB™-IL60i 30 m x 0.25 mm x 0.2 pm (29832-U)
Terpineol, mainly a Galaxolide 1 Inlet: 250 °C
Trimethyl- Galaxolide 2
benzenepropanol Oven: 70 °C @ 10 °C/min. to 135 °C (2 min.); 3 °C/min.
Geranyl acetate to 170 °C (1 min.); 10 °C/min.to 270 °C (3 min.)
Hexadecanolactone / Dihydroambrettolide Flow: 31.457 cm/s Helium
a-Hexylcinnamaldehyde _ - o
Hydroxycitronellal Detector: FID: 310 °C
Hydroxyisohexyl 3-cyclohexene Liner: Cup liner
carboxaldehyde - major . -
Hydroxyisohexyl 3-cyclohexene Split: 100:1
carboxaldehyde - minor* Sample: 1 pL (100 pL Mix Al cat. no. 89131 in 1 mL of MTBE)

a-Isomethylionone

Linalyl acetate

Methyl salicylate

3. Mix A2DGC-MS;ED R

Methyl-2-octynoate

Salicylaldehyde

Terpinolene

a-Tetramethylacetyloctahydronaphthalene
(ISO E™ a)*

B-Tetramethylacetyloctahydronaphthalene
(ISO E B)

y-Tetramethylacetyloctahydronaphthalene
(ISO E y)*

Vanillin

* Compounds deviate from the nominal concentration of 2000 mg/kg

Column: SLB-IL60i, 30 m x 0.25 mm x 0.2 ym (29832-U)

Inlet: 250 °C

Oven: 70 °C @ 10 °C/min. to 135 °C (2 min.); 3 °C/min.
to 170 °C (1 min.); 10 °C/min. to 270 (30 min.)

Flow: 1.06 mL/min. (38 cm/s) Helium

Detector: GC-MS, Ion Source: 250 °C, Interface Temp.: 200 °C

Liner: Splitless with wool (Shimadzu 221-48876-03)

Split: 100:1

Sample: 1 pL (100 pL Mix A2 cat.no 16558 in 1 mL MTBE)
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4 Solvent Allergens Mix Al SLB-IL60i GC-FID )
! 3,4
2 Peak IDs
1. a-Pinene 14. Ebanol 2
5 2. B-Pinene 15. Anise alcohol
6 3. Limonene 16. trans-Anethole
79 4. a-Terpinene 17. Trimethylbenzenepropanol
| 5. Linalool 18. Eugenol
8 " 6. pB-Caryophyllene 19. Santalol isomer
10 7. Menthol 20. Cinnamyl alcohol
1112 17 25 8. y-Terpineol 21. trans,trans-Farnesol
14.}5 w1 24 9. a-Terpineol 22. Santalol isomer
! 0,2 10. Citronellol 23. Isoeugenol (E+2Z)
. 11. Geraniol 24. a-Amylcinnamyl alcohol
. : : . 12. Benzyl alcohol 25. Sclareol
0 10 20 30 13. Ebanol 1
Time (min)
2. GC-FID Separation of Mix Al on a SLB™-IL60i Column
J
4 Peak IDs )
AIIergens Mix A2 SLB-IL60i GC-MS 1. Terpinolene 20. Cinnamaldehyde
2. Benzaldehyde 21. Tetramethyl acetyl
3. Linalyl acetate octahydronaphthalene
1 4. Salicylaldehyde (ISO E™ Super) - all Isomers
22 5. Camphor 22. Galaxolide 1 & 2
s, 2% 6. Methyl-2-octynoate 23. a-Amylcinnamaldehyde
7. Geranyl acetate 24. a-Acetyl cedrene
2al 27 8. Methyl salicylate 25. Eugenyl acetate
13 9. Neral 26. Hexadecanolactone /
, 56 11,12 1415 s 23| pbs . 35 10. Carvone . D_I:ydrc:a.mbrettclJ(Ijld: )
3 11. Geranial - @-nexylcinnamaldenyde
. o 3 12. Dimethylbenzylcarbinyl acetate 28- Vanillin -
50 (DMBCA) 29. Hydroxyisohexyl 3—cy_c|ohexe_ne
, 13. Damascone Isomer carboxalfiehyde - ma.Jor & minor
4 14. B-Damascenone (Rose 30. 3-Propylidene phthalide
Ketone-4)/Damascone Isomer ~ 31. Isoeugenol acetate
— 15. a-Isomethylionone 32. Coumarin
0 10 20 33 16. Damascone Isomer 33. Benzyl benzoate
[®3. GC-MS of Fragrance Allergen Mix A2 on 17. Hydroxycitronellal 34. Benzyl Sfallcylate
a SLB-IL60i Column 18. Butylphenyl methylpropional 35. Benzyl cinnamate
\_ 19. Amyl Salicylate )
+ N o
BREIUEE e R
E25 S UE3H 5. 2BEDER T L ILT > MixDSLB-IL60iIC & SLB-5ms PEG Phase SLB-IL60i
BHYHLHDBOBFANRTRNEYT, WThOIOT RIS LA
_ N _ mer r somer
HR=ZFAVOLERIFNS . AZ—UBBRMEZRLTVE romer | feome e
N RN . - Santalol Santalol
o BEAICIE. BERTLILT UMIXALICEEZENZ 7 7LV =)L i isomer Komer iSomer
arnesol
Bck U.‘U—\/& D —}Lo)ﬁ'ﬁﬁ'&’d—fSLBJLGO”:J Dﬁ%ﬁ LTCWJ%_M Farnesol
MICERINTVBHDONS L (S S TRAEBERLELRA) L !
HBLTRLEY. CNSDLEMDDBTIE. 17 2iKEMEH
ROENOERMEZTRLEY, |
" BASELINE RISE Present
T B4, SEEO NS LICEBH U2/ — LB EUT7ILRY — L DSBS
BT LWIFRAXY Y RROF v UTL—Sa v mREEEYE - J
Ha<EmBER2 BRDARBEARIIRENE LT, FEX—
ﬁ_)PEH;ULEL:;%{;ELiTO C*UE’I\ /\O_\/j_}l//]-?%l%o)ﬁg Reference

HERLSE, X—H—HEEOEBEMF TESLLSATAS
ERTY,

GCHOMTICHEWTIE. SLB-IL60I-f 74 > ikixH 5 Lh'. FERIE DS
MCCNETHERAIN TSR vES ) —ASALICE>TRDD
Y, SLB-IL6OITIF A= — U B nBENZ—>hEon. Hadh
o3I TI(CORITISETHLEIFTETY ). £l 1
SROPEG/wax®D & 5 BiBIEH S L LB L T SLB-IL60ITIE A S
LT —RHAELERINE T,

1. THE INTERNATIONAL FRAGRANCE ASSOCIATION (IFRA) Analytical

Method to Quantify 57 Suspected

Allergens (and Isomers) in Ready

to Inject Fragrance Materials by Gas Chromatography and Mass
Spectroscopy, November 15th, 2016

Featured Products

Description Qty. Cat. No.
Fragrance Allergen Standard Al 2 mL/5 mL 89131
Fragrance Allergen Standard A2 2 mL/5 mL 16558
SLB-IL60i, 30 m x 0.25 mm I.D., 0.20 pm 1ea 29832-U
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Matthias Nold, Global Product Manager Reference Materials, matthias.nold@sial.com

IvtyIvLA1ILGER IF. ZKREBOMOmEREMICEL >
TEE B3N 5B 5 NZEBEREOBKERATY, b
WEN=VFITT7,. EER. 7O E—A L THERLICH
Teo TERASINTE LT

RABHELTOIYvEY O vILATMILOERNGREITR
BILTED., FlEZzRARIETBIDIC, J:D;zfﬂﬁ@*ﬁlﬂi’(’éﬁi

1. New essential oil reference materials

Description

Quantitative Marker

Qualitative Marker

LI tEYZERNICRIISNICDOBRRITONET, DX
SICHRIS NI ORBISIERBICH LV ENBDE T,

—MWIS. HARIAOX NI ST —DRBBATNTVETHN
HRICEELBWVWEEZ SNBZLEY T RRICERE T D70, £
i3 74 VA=Y b THBOR—SERSRT 7201,
HPTLCIE. FEBICEIEMREETY,

ZDESBBENDIH. Fhl=BIEHWI pharma servicesd I £&
FREHOIEEMEZRELTVET, Ch50HERIE. T2
NMR(q-NMR) I & - TEfHT TNFHWIREO—RIZEMEIC ~
L—H 75, ZRIZEYETY,

FHRBICBEVWT, EHPOVERCEHBIDICODVWTHEEN LY
MEDREIN. LW ODDMMDBELEFICOVWTHEREIN
TUOET BRICTHMITINTUVR U =T L w MCiE. GCXY v R
ORI SLDEEHINTED. &FOY MMZDOWTIE.
HPTLCD 7« A=) Y hHEHINTVET,

CDE. COR— b7 3 1)FIZ100FHE R EEMN L, Fl7 (51)
TRTOHBEER LTEWBEIGWEBY 1 MITIHER 2T
please visit http://www.sigma-aldrich. com/phytochem-jp

Package Size

05941501 Bergamot oil Limonene a-Pinene, B-Pinene, Linalool, Limonene, 1 mL
Geranyl acetate

06031501 Cinnamon oil Eugenol Linalool, 1,8-Cineole, Eugenol 1mL

06001501 Dwarf pine oil a-Pinene a-Pinene, B-Pinene, (+)-3-0-Carene, Myrcene, Limonene 1mL

05971501 Frankincense oil a-Pinene, a-Pinene, (+)-3-0-Carene, B-Pinene, Limonene, y-Terpinene, 1mL

(+)-3-5-Carene Sabinene hydrate, Terpinen-4-ol

05981501 Lemon oil Limonene Limonene, B-Pinene, y-Terpinene 1 mL

06011501 Mint oil (-)-Menthol, (-)-Menthone (-)-Menthol, (-)-Menthone, Limonene, Menthyl acetate, 1 mL
Isopulegol

05991501 Pine needle oil a-Pinene a-Pinene, B-Pinene, (+)-3-0-Carene, Myrcene, Limonene 1 mL

06021501 Sage oil a-Thujone a-Thujone, a-Pinene, D/L-Camphor, Bornyl acetate 1 mL

05961501 Spruce needle oil  (-)-Bornyl acetate (-)-Bornyl acetate, a-Pinene, Camphene, (+)-3-0-Carene, 1 mL
Limonene

05951501 Ylang-ylang oil Geranyl acetate Geranyl acetate, Benzyl acetate, Linalool 1 mL

10



FOOD & BEVERAGE

HTFRRSPEN—RUwoHFERLTE
NV NI A —FRDPAHSD

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

wE

INTUNIEERELITH RO HS OO BESNE ZRINA XTHD.
I ETELEREORIEOE DI PBAFICERINE T, BE
TRRZIETRERIC b U H S Y= ZIRBE EFFRR (LK (PAHS)
ICBBT 2L, NTUANRIE—HINEDFRETERIN
ZETNHHDET, FEEPMIRRICN—TEFERTZLhH
FTEIHEITEITVAT8H. PAHs, BHICEDAEDH B PAHSA
DEBHIMEIINE T, FUNES (EV) 3. EIf/N\—T LFE X
1 RCEEFNZBIEEDPAHSORAFAELANILERH T ZICED
E LT B NTVADRAFARLANILIERUV[AlEL > H10
ng/g. "oV@lEL >, Ut AVV[EI7Y RStV B&
URIVDIZILA ST OEFHS0Ng/gL EDHSNTVET,

N=TEZANA RICEENBPAHsOREICER T 35k = AR
TBRICIE REREE TDEBDI ) -2 T v T AT Y THRBRET
TMRRDI U= T THECIE FILEBE O LTS T 1 —
(GPC). > A5 ILIC & ZEHEHE (SPE) R ED B D £ L71=>%

CIHE. PAHSE DR 32BN\ v oI5 REEOHFLWY
J—> 7w FETIE. Florisil® LB ¥ Z-Sep/CI8STEZ ST &
BSPEA— Uy HEFBTZELOICH>TEHF Lo COH—
k1) w < (Supelclean™ EZ-POP NP) (B F3hh 5 D PAHsE #3H
H e EYIEEID S D3m0 ) — > 7y AITERINTUWE T,
KA TIE. S8t L7-QUEChERSHHH D%, EZ-POP NP SPE

H—=rDyITO)=>F7y T LTz T) AEBEOPAHSZE O L
F L7 FUVKREFNZKLBQUEChERSY ) —> 7w T EERT,
EZ-POPNPIZ & > TIE B MMCEMEDHEMINEONE LT,
HAEDRBELEEZ-POPNPICEL B0 —>T7 v FIcE Dl 10
ng/gDAHRML NILTT0%% #8 X % BN (REMEEEIC & SHHIE

HRLTHBE)MNESNE LT

R

FRONT ) DIEHTORMGRIETHBAL X L. FEADREL
BIRMZHMET 37O DFHMHCIE. RUITIPAHSZ ZTIREY)
Z10ng/gDEIETHRML £ LT A&, Eklz IRRBME L T
TS ETHhHOHME L £ L, SEEYISRLCTTFIET
AL F LT, #EIE. B2IC5¥%Z R TEZ-POPNPA— K1y
CEFALESPEICE > T =27 v FLE LT Dl &2
ICRTRHERIO M2 P> 3 Y TCC/MS/MSICEDITVEL
feo GCOERIICABMREERSY Z ISR L DEED
NT =XV REHERTBDICFERAL E L. SRl J&Rm
NTU Db eER L TERLIEY M) vy IRy FUU1%RE
WeBWTEELE LT

R1. 3 LT-PAHsEGC/MS/MSGtRICER LIS P2y

Peak # Compound RT MRM1 CE MRM2 CE
1 Naphthalene-dg (IS) 5.21 136/108 20 136/84 25
2 Naphthalene 5.25 128/102 20 128/78 20
3 Acenaphthylene 7.62 152/126 30 152/102 30
4 Acenaphthene 7.88 153/127 30 152/126 30
5  Fluorene 9.2 166/165 15 165/164 20
6  Phenanthrene 13.5 178/152 25 176/150 25
7  Anthracene 13.71 178/151 30 176/150 25
8  Fluoranthene-d,, (IS) 20.76 212/208 35 210/208 15
9  Fluoranthene 20.91 202/152 30 201/200 15

10  Pyrene 22.95 201/200 15 200/174 25
11 Benz[a]anthracene 29.42 228/226 30 114/101 10
12 Cyclopenta[cd]pyrene 29.72 226/225 30 226/224 40
13  Chrysene 29.81 228/226 30 113/112 10
14  5-Methyl chrysene (IS) 31.7 242/241 20 241/239 30
15 Benzo[b]fluoranthene 33.60 252/250 30 126/113 10
16  Benzo[k]fluoranthene 33.67 252/250 30 126/113 10
17  Benzo[j]fluoranthene 33.71 252/250 30 126/113 10
18 Benzo[a]pyrene 34.64 252/250 35 125/124 10
19  Perylene-d,, 34.84 264/260 35 130/116 15
20 Dibenz[a,h]anthracene 37.13 278/276 35 125/124 10
21 Indeno[1,2,3-cd] 37.2 138/137 10 137/136 15
pyrene
22 Benzo[g,h,i]perylene  38.13 138/137 15 137/136 15
23  Dibenzol[a,l]pyrene 41.77 302/301 20 302/300 40
24  Dibenzo[a,e]pyrene 43.27 302/301 40 302/300 40
25  Coronene (IS) 43.76 300/299 35 300/298 50
26 Dibenzol[a,i]pyrene 44.29 302/301 40 302/300 40
27 Dibenzo[a,h]pyrene 44.68 302/301 20 302/300 40

BREIUEE

GC/MS/MSE i DR SfFIFPAHSBICRBE(L I NE Lz REL
E—OFRZzHETD-DIC. FAR—FOETEMSEEZS
FBReeHic. EANILZFEACHE2MMDAI VLY bSA
FT—H=FERLE LI, A—TVBEZOY S LlZAnderson5H
FRLEZOJSALICEDVWTW RO, MRMES P g3y
TIFHRIARBELRAR Vbl K BLU[I7INAZ 0T UHREDR
MRz OX IS T4 —THBETIZLIICTRIRENHD
FL COREIOISLLGCFYESU—HFL(SLB-
PAHmMs) D#EAEDHEICE D, TR TOEMEEL+DICHEE
INFELT B3R YVIb] K. BLKU[jIZILAZ>T>D
EMEONEFAERLET. CNSDERMEKIISNT T ZILXF
L) A= X512 1 TORBETIEDETIT FH A

(ROR=ZAHFK)
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[

FHE gZFEL TS50 MLFa2—TICANS.7K10 mLEM X .
1B RIE L TRFNSE 3,

90:10 MeCN:MeCl2%10 mLANZ. iR S5#%EALT
2,500 rpm T30 RIRE 59 .

Supel Que/N\Y 77 —HLDFa—7(55294-U) DAEHMIZMZ.
15 MiIRE 5T 3,

5,000 rpm TS5 RO REL . LB AEIRET B0

BE1. NTUAHRDPAHSICEAS BRI FIE

EZ-POP NE?J— F'J‘y‘“/f’i'lo mLO7ErT
aAYT712a=>J (BRET) 95,

A=Ky S Z10DMEZEEIET 3.
. 4

NTVAHEYZL mLFMNS 3.

D 4
15 mL®90:10 MeCN:MeCL TR ABER 2 SR EICEINT B,

AR ZICCOERFTHAR T TEEL TRIEHRZ0.2mLICT 3,

2. EZ-POP NPZfER L7=SPEIC &2/ TV A0 —> 7 v I FlE

T 3mE 33 M M1 M2 M3 M4 M3 ME

qustan Tma [

3. SLB®-PAH MSHS L ETOAY bl K BLU[j] 7L A5 T > DGC/MS/
MSE#r N T AmEIC10 ppbTEE)

160000

0 140000
]

M 100% MeCN M 90:10 MeCN:MeCI2

5
3 120000
o

© 100000

80000

60000 -

response (ar

40000 -

20000 A

4. FI0/ST U (10 ng/g) D5 DSBS & U6EPAHSEIRICH T BB R

-
R2. GCHtREM
column SLB™-PAHmMSs, 30 m x 0.25 mm L.D., 0.25 pm
(28340-U)
oven 60 °C (1 min), 40 °C/min to 180 °C, 3 °C/min
to 230 °C, 1.5 °C/min to 235 °C (10 min), 15
°C/min to 280 °C (3 min), 15 °C/min to 350 °C
(15 min)
inj. temp 300 °C
carrier gas helium, 0.8 mL/min, constant
detector MRM, per Table 1

250 °C
200 °C (Q1 & Q2)

MS source temp.

Quadrupole temps

injection 1 pL, pulsed splitless (60 psi until 0.75 min,
splitter on at 0.75 min)
liner 2 mm L.D. FocusLiner™ with taper

AR FIEOREL
sl TQUEChERSIEICEEM L o AEICEDWTHH L £ L s
QUEChERSICEMER I N3100% 71 k= kU LA S HH AL
D Z&REL L. KDEENKETVWPAHSOEIUREZRE LS X
L7z BA4IC. 10ng/gTHRMLT=/NT U A 5100% 7€ k=~
DB L0107 R = UL F L VEABE THbE L
feo SIRE L VCERPAHSDIE T REZ R L £9, HHAEDR
DOHTHET B =01, BENIHEMIISPEICE BT —> Ty
TETSHICHOWLE LTz, 90:10EEAEE @A LIEE LU
6EBPAHSDEINED AN BV EHNREDB I H SRINET,
FAED . 90:10EEAEE A L 1B Ah . HETREL L
RHSNBENNY TSIV RERLE L . 200, &
EXFL>OEIEZEOHMBBEDOFEIFITVWEEATLT .
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EZ-POPNPSPEA— kU v % FERAT 55 QUEChERSAIC &
20)—2T7yv LD BHERERNMEONE LT, €HFD.
EZ-POPNPA— kU wIEBRM. $55CA ) —T 7 1 JLHRDPAHs
PWBICEEINE L. 7ERZ MUILIZDHRYEDEIIR
N OTZ7Y ROFEFZHEIE S0, BREBEMC EBIC
FRAT2DOMHERINZALHAETT, EROMAETIE. BIEX
FL>%MZ % EPAHOEIXRIZA LT 3H DD, Hi&htyth
DNV IITS IV RDEMBR D WVWSHFE LLBVEHERNH
BIEDRINTVELL s L L. NTUHDREREMICE
FNDHEDIIBH THRWD, FU—>T v ITFEEZRE L.
N IT S RBHFRTERVILARILEFTEITISSRES LU
6ERPAHSDEINERZRE LI EZ e A TIT H Lic. EMEMICIE.
BIEXFLOZEBO L SICAHAEOEREEEL £ LT, E5
IZv EZPOPNPO =27y FTHRICS F I AN AEEFERAL
TB74 ~ EROPAHSDMEXTRED LR Z R L £9, MIBLIHA
EHE. /NTUF(10 ng/g%& A N) 290:10 71 F = U JLIRIEXF
LY>THHELIHDT L e BEHBEISBEXFLOEMR B
TARTDPAHSORENIBR £ L. LW DD DILEMTL0%FR
ML 20%RNTOREZLRINCAD F L1zh BI&HEYTD
Ny IIZ5 T RIGHER F LT, Lizht>T. EZPOPNPY 1) —
7w AERY ZAHAEC LT0:107E b= MU JLIEEX
FL>ZFERLF LT

Ny 9TZ 2 FDIER

NTUNBREDEFHROBE, BUVRERAZERT S
QUEChERSEICE BV ) —>T v FIINY I TSIV REHFRT
FBLALETEASEBHENZRIA TV EL Ao BEOHHT
& TEMIR B EART SV (PSA). @7 I/ TOEIL
ETERILLES U DEECZERESPEN— Y yUEI -



300000
m 100% MeCN
250000 90:10 MeCN:MeCI2
W 80:20 MeCN:MeClI2
200000

150000

100000 +—
50000 H :| 1 —
0 ll -I | III I I ol ow
e e
&

response (area counts)

BI5. F40/371) 7 (10 ng/g) H5 DA~6ERPAHSEIIRFEZ-POP NP& U —> 7w Feh
ICfEFT %A ARAM O R

Z-5ep/C18

Z-Sep+

no cleanup EZ-POP NP Z-Sep

6. EZ-POP NP SPE. 5 & VAU L 7R EFIDQUEChERSEER LT —> 7w
LN T HiaEY). Z-Sep. Z-Sep/C18. H & V'Z-Sep+IEQUEChERS 1) —>
7y

C18 fatty acid

C16 fatty acid

Time (min)

Il EZ-POP NP QUEChERS w/Z-Sep+ W no cleanup
B7. XTU DB DCC/MSZF > D EL# (EZ-POP NP, Z-Sep+ZfEF LT

QUEChERS. B&UTU—>T w7 7%L)

Time (min)

8. 10 ng/g= A ML EZ-POP NPTOU—> 7w LIcBONTIAICE END
PAHsSDGC/MS/MST . E— Y IDIFR1ICR T EHEDTH B,

J

Ty AERTETEIH. EERIFINSDEEM TR FIF
L CEIRERZETIES 8. PAHSICIZEX £H A, EZ-POP
NPIZEMRZZER VD TPAHSICEL TWE T, EZ-POP NP
A=V wDIlH 2D BELLIZRER 2 SUESYEFER
L. EZ-POPNP®D ) —> 7w FMHe%Z QUEChERS L B} LEER
LELT 90:10=7E = rUIILEBEXFLOZFERLTE
B L. EZ-POPNPXQUEChERSTOZ U —>7 v FLTzIXTU A
WMEYZRGICRLET, =27y TRLOBD ATV
TNOHFETHENECARD, EZPOPNPTRDECAD XL
Teo Z-SepTO U —>7 v FLIERICIE. HRORERICH D LS
BHDWL SHDEKBREAHDERDSNE LT, EED=HIZGC/
MSR* v > % FERT 3L (BT7). EZ-POPNPIU—>T v T
Nw TS REFC. Cl6B LU CI8HSEEDREICEL T)
PRHESED & LTz, ERICEOHT3EEDQUEChERSIRER!
DHTZSep+tDN\Y I T 7Y RERHEN>Tfcd. T
I$Z-Sep+DT—RZDHTRL £, EZ-POPNPTHRE(L L 1=RIEH
BROV—>T7yTiEEFERTIE. BSICRTLSICNYITS
T ROBVWITARTDPAHSZIRHTE £ L

PAHSDFMEIUNER S & URHFAR D5 10 ng/g& AR L 7z/8F
DASRKODFICH T ZEINRE BREDT—2%2R3ICRLF
Yo EIUNEDEIFTNT, RERZEIC L ZHIEA L TRIE L 7it
HWHBRMETY, ZILA LY ESAYYa, hlE L Y UADEYREF
LHMICBIF (> 70%) TH D . RSDIEIFIS%IUT T LT ZILA

LYDE—=DJ L EHIARTEI M) v I RTFHNVNL ShHD

(E=4#—L7AMRMIZTETE) . IR>Y[a, hlEL Y OREEIER

MCEDRRETH e DICBEMIMETLE LT

]R3, FMLARILHL0 ng/g(n=3) THB/INTVHHSDPAHsE
RS SUTERNE

n=3 avg. % Recovery % RSD
Naphthalene 124% 11%
Acenaphthene 78% 13%
Acenaphthylene 76% 15%
Fluorene 52% 27%
Phenanthrene 102% 4%
Anthracene 78% 12%
Fluoranthene 95% 7%
Pyrene 100% 3%
Benz[alanthracene 99% 9%
Cyclopenta[c,d]pyrene 70% 12%
Chrysene 99% 6%
5-Methyl chrysene 91% 10%
Benzo[b]fluoranthene 89% 6%
Benzo[k]fluoranthene 82% 6%
Benzo[j]fluoranthene 97% 8%
Benzo[a]pyrene 91% 12%
Dibenz[a,h]anthracene 84% 6%
Indeno[1,2,3-cd]pyrene 86% 12%
Benzo[g,h,i]perylene 80% 5%
Dibenzol[a,l]pyrene 108% 12%
Dibenzo[a,e]pyrene 82% 5%
Dibenzo[a,i]pyrene 108% 15%
Dibenzo[a,h]pyrene 147% 36%

AMEUZEROREICER LI/ TUAICIR. I5I228EDT
SYRERMELTHMLE Lico 1DICIEMERNTU AL
WS SNILB B o Tcledh 1ZBDICHEVLANILDOPAHZZT EF
BEINELlco WITNOT SV FBHEREDIBLTHOML. TORER

ROR=TAHK)
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4. EHRMNTIHERE D3 (RPDE = BIRE)

Conc. Conc.

n=2 (ng/g) %RPD (ng/g) %RPD
Naphthalene 69.8 5% 302 3%
Acenaphthene 3.0 10% 211.6 1%
Acenaphthylene ND 27.7 4%
Fluorene ND 272.2 6%
Phenanthrene 25.1 2% 2833 56%
Anthracene ND 677 4%
Fluoranthene ND 995 8%
Pyrene ND 884 7%
Benz[a]anthracene ND 177.6 7%
Cyclopenta[c,d]pyrene 7.1 1% 99 7%
Chrysene ND 103.1 8%
5-Methyl chrysene ND 0.6 25%
Benzo[b]fluoranthene ND 10.8 5%
Benzo[k]fluoranthene ND ND
Benzo[j]fluoranthene ND 6.4 5%
Benzo[a]pyrene ND 8.3 6%
Dibenz[a,h]anthracene ND ND
Indeno[1,2,3-cd]pyrene ND 2.3 2%
Benzo[g,h,i]perylene ND 2.6 5%
Dibenzo[a,l]pyrene ND ND
Dibenzo[a,e]pyrene ND ND
Dibenzo[a,i]pyrene ND ND
Dibenzo[a,h]pyrene ND ND

EENTUA

ERUCFEHFE LI 7T RATIIEEEDPAHSH I RE TN
FLIED. N=TPINARUIHTREUDRAEZER S LN
LDHDIEHD FEATL, —A. BRINEHMFZ. EUD
RH) 2 BB BAEEDPAHSD TR THEIREATRERLAILTE
ATWVWE LT RUV[AlEL VIERAFHFEL NIL(10 ng/g) Kk

TLED. TOPAHERIYV[A] 7> bS5tV Ut LT
ROVIbIZNAZoToEEDERLANIIZ. RAFELANIL
(50 ng/g) ZIEBMICBI TWE L Chid. ERMIICEK >
TPAHSHER I N, RIEMICNTU ARICER/ LB DL T8
INET, LHL. ERN—TOHEEZIE—MINITDEBENWeh
5. EURHITIZERN—TICHRHIRAEZER L AW & %
HBICRELTWVWET,

RELE—IRIRDOBEICE D BEDEVPAHsZGC/MSIC & -
TELNILTHRT 3DIIERBLIZENHD 9, EEDIEREIR
R E SCHBOZIAICH > TRAETIZEETNLHO X
To NTUAMEYDODTEHES THEDHERT B7cDIC. 7
XRANTBH 54 ~ 6IRDPAHSDREBIREEZ S &l N
ZE LT EDR. CNSDOEENDOREZAELARTE=S—
L7ce I3, EONEMRETHRERTIIREINT. KTV
DIREIISNATTL. CHUE. AT U =27 v THEER
GCEZEHAHIDICHATH o/l ZRmLE T,

SO
el
INTVANTZ—IZBELRILTEENSZPAHSZ DT 270D
FHRFAREZERREL X L, METOMI—ILTIE. BIEXFL
> ARSI R TEINE%Z M £ S+ % TRREQUEChERS /&%
MRELELI 2U—2Tyv7iE BIEXFLOZTER N
JUAHAEICMA . EZ-POPNPA— U woIZ K BSPERERAL
TERLE LT COHRICED. 4 ~6RDPAHSDIFL AL T
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HEXEIUNEH80% % B X . RSDAEIF15%ARMEICHRD F LIz, SPE
I =Ty AK > THEIDON Y TS5 RAIMET L. 4
ICC16 X C18MBERAEEIE. §5\W\IREH% /T 2QUEChERSY 1 —
VT TEHARTABICETLE L e MRMTHBI TS AVEM
BB IOX NI ST+ —THBTBICIE. 7TV r—2 3> E
BDGCH S L (SLB®-PAHMS) DPAHS AN ET LTz
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QUEChERS Extraction and / or Purification for Analysis of PAHs in
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Featured Products

Description Cat.No.

Supelclean™ EZ-POP NP SPE Cartridge 54341-U
SLB™-PAHmMSs, 30 m x 0.25 mm I.D., 0.25 pm 28340-U

LIRS BRI E D—E | SigmaAldrich.com/pahstandards
ZELIETL,

Related Products

Sample Preparation

Empty extraction tubes, 50 mL 55248-U
QUEChERS Shaker and Rack Starter Kit, 55278-U
USA compatible plug

QUEChERS Shaker and Rack Starter Kit, 55438-U
EU Schuko plug

Visiprep™ DL SPE Vacuum Manifold, 12 port 57044
Visiprep DL SPE Vacuum Manifold, 24 port 57265
Disposable Valve Liners, PTFE, Pk.100 57059
Solvents & Reagents

Acetonitrile, SupraSolv™ for GCMS 1.00665
Methylene chloride, puriss ACS reagent grade 32222
GC Accessories

Inlet Liner, Split/Splitless TypeSingle Taper 2879901-U
FocusLiner™ Design (wool packed)

Molded Thermogreen™ LB-2 Septa, solid discs 28676-U
Thermo-0-Ring™ Inlet Liner O-Ring 21003-U
Gold-Plated Inlet Seal (Straight Design) 23318-U
Capillary Column Nut for Agilent® MS 28034-U
Vials

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

PTFE-silicone septa, pk of 100

BEOTOEMIC DWW TIdSigmaAldrich.com/foodx C& < 72
e
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Tién Do, Scientific Support Specialist / Deputy head of laboratory (CAMAG), tien.do@camag.com

Melanie Broszat, Scientific Business Development Manager (CAMAG), melanie.broszat@camag.com

Matthias Nold, Product Manager Reference Materials, matthias.nold@sial.com
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AT TIE. CAMAGH D BEITLCEE. HHDTLCTL— b O
FRIREME. 6L UTMEYIREMEZFERLE. P2/ R
HODICELHPTLCEZ BN L E 9. CORMEYIFENEIL
HWI Analytik¥th'85&E L. Merck Sigma-AldrichhYf 58r75 L TLY
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HPTLCT « > HA—71) > MEATIFUATICRT 3 DDREEICREL.
REMEORABEL BE L URBEYIDOT v F IV - e R L
THRABEOREAS (IRELUIRMEY) 02 > /¥ Rz
BHELET, CORBYUCRESHICE T 3IDDEEEDVTHN
NEFERATEET,

FELEBMNERFDE /U5 7 (USP<203>) IC & BHPTLCE!

FiE2 KEEBADE/JS 7 (USPDSC2015) IC & BHPTLCE’

%% 3 (HPTLCIR A (HPTLCE i % [ L S € 3 7= DEEHS) D
BHiE

T BCAMAGHDER:

BEITLCH > 75— (ATS4). EEERMIEADC2). TLCEY a7
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EFEICIIT ISAENERD £,
FiEL:USP<203>*ICEML-oO NI 5T 1—:
TLCF L — b tHPTLC Si 60 F254 20 X 10 cm (X JL 27 #18Y)

HSEOT TS5 EHRS4 UL ZEYE2 uL % Figh 58 mm. &£
A5 20 MMODAIBIC8 mmOERICT 51 LETS,
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FiEl2id. BEA (FhEnBMNEFA. KEERFH) OE/
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Featured Products

Description Package Size Cat. No.
Analytical Standards

Ginsenoside Rb1* 10mg 170580
Ginsenoside Rb2 10mg 41868
Ginsenoside Rb3 10mg 42635
Ginsenoside Rc 5mg 44987
Ginsenoside Rd 10mg 01518
Ginsenoside Re* 10mg 03000590
Ginsenoside Re 10mg 77960
Ginsenoside Rf* 10mg 01580590
Ginsenoside Rg1* 10mg 00370580
Ginsenoside Rg2 10mg 08171
Ginsenoside Rg3 10mg 64139
Ginsenoside Rg5 5mg 43016
Ginsenoside Rh1 10mg 56805
Ginsenoside Rh3 5mg 43084
Ginsenoside Rh4 5mg 42776
Ginsenoside Ro 10mg 94381
Notoginsenoside R1 10mg 77089
Protopanaxadiol 10mg 62685
Protopanaxatriol 10mg 42476
Pseudoginsenoside F11 10mg 67530

*HWI reference standard
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Featured Products (cont.)

Description Package Size Cat. No.
Extract Reference Material

Panax ginseng extract 500mg 05115001
Quantitative Markers: Ginsenoside

Rb1, Rb2, Rc, Rd, Re, Rf, Rgl and Rg2

Qualitative Markers**: Ginsenoside

Rb1 and Rgl
(**: traceable to HWI primary pharmaceutical standards)

TLC Plates

HPTLC glass plate Silica gel 60 F254 50 Plates 1.05642

20x10 cm

References

1. Ginseng root: Monograph in Ph. Eur. 8.0, 01/2008:2383.
European Directorate for the Quality of Medicines and HealthCare,
Strasbourg, France.

2. Tienchi Ginseng Root and Rhizome Dry Extract: Monograph in
USP 40-NF35 (2017). United States Pharmacopeial Convention,
Rockville, MD, USA.

3. HPTLC identification method for Panax ginseng, HPTLC Association
(www.hptlc-association.org) (accessed May 22, 2016)

4. <203> High-Performance Thin-Layer Chromatography Procedure for
Identification of Articles of Botanical Origin in USP 39-NF34. (2016),
United States Pharmacopeial Convention, Rockville, MD, USA

Find all available analytical standards for

phytochemicals listed on

SigmaAldrich.com/medicinalplants

For all ginsenoside standards see
SigmaAldrich.com/panax

An overview of all plant extract reference materials can be found
at SigmaAldrich.com/plantextracts
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Matthias Nold, Product Manager, Reference Materials, matthias.nold@sial.com
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RiF. WS ODDFBEDR— b7 2 UAICIR 5N E LTz (FRL
BH), T4 X ~ESigmaAldrich.com/phytopharmaTC
BIZBENET,

K1 HLMZSNIHWIHRIEMER RIEEYME

Description Package Size Cat. No.
Benzyl acetate 100mg 05880595
Berberine chloride 50mg 00900585
Carminic acid 25mg 03320585
(£)-B-Citronellol 100mg 05630590
Ectoine 100mg 02380595
Hydroxyectoine 100mg 02390595
Isoxanthohumol 25mg 05890580
DL-Kavain 25mg 05790585
Alpha-onocerin 10mg 05800590
Patchouli alcohol 10mg 05690595

References:
1. G. Forster, F. Michel, M. Nold; Analytix 1/2010 page 11.
2. M. Veith; Analytix 1/2010 page 14.
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Cory E. Muraco, Senior R&D Scientist, Technology and Workflow R&D, cory.muraco@sial.com
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0 -0
7 e 73
Q 5 Q 5
o (=]
3 3
o (CH3)

E1. MR R A ABIEZ B T B E Mgl EDIER,
. J

BEMRREs O 571 —(UHPLO) &, £FEEHFOF v
SURIVE—2 3 VETIAMNBRFELLTHR/FINTED. N
1 AEZROMERES LUREEE (QOMREADIFL ALH
COBOERBZ I CICHATE2EmBeBZE LT UHPLCIEA
SLATOIRE T RARY 2a—LHNE < HBD LREAD
B s, ERREHECEYIOFRLEBSHETZRARICL. £
mEEERFICEVWTIRIAH O HEFEEDEE Z DT 5 C
CHAREICHRD LT

UHPLCEBEDESICIA T HPLCH S L BEIEHEDBEENEF T
DELCDERNREONE LI, RE. REFMAFOREL L
Tid. 2 MM F (FPPs) t REZALMAF (SPPs. O7>
JLRIF F 7zldFused-Core™HIF & HMEEN 3 ) D2BEHA TR S
NTVET, SABDFOLS BAZITARAETENFEEEHD
DHREICH L TIE. UHPLCEBOILEEDMBEWVLWE WS XUy k
ZERT B HICHIFEY 7-2 um. #EFLE300ADFPPsIEIE A
SLPBEVWANTEE L s CDES8H T ALIK2000FERFIE
MBI —MRNABHDICZAED £ LA mAbsPIARYIES
1K (ADCS) D& SICKTI BBV INUBREMBRE VNV B R DI
TEHBRIFENDH D F LTz, REFIHNEZIAMEETHSS
ZIS. HALEDOREOH 1 XIS L TS VW es, RIFRT
DORBOILEHIEIETINTLESDTY, CDLSBIEEIE
FIRFICvan DeemterA DY ERENEZ EINIE 5728, E—7
T—=U >, DEtREDEER. BLUVEINKROETEZLS5LET,

EE, SPPsZEFIELTc AW S LD SSFERIN FIZZ O NIEBED
RTF R B CEEDFORFMFTENRD 5N 2 I5E CHEEICHE
AN TWVWET EEMICIE. 1960FEH D H51970FEKH]
SIZHMNF THorvath & Kirkland B’ SPPOHLZ #1218 L. SPP{E&Y
DI=HDMHAEEFEERFEL £ L1 BERIVEBOETL
BEEETR/E. BMOESLIZSSPIERVL K DB DIGRADH T
UHPLCICEER SN TV E T, MADFICIE. B FEEMD B
BREODH. JUVAVODRH. *TILONE. BNFOOHE
EHHDFET, B2iC. SPPOEEREFIEME (SEM) Bl % I~
LEd. SPPOFDII. FZABEOK () AAT)HHZ L
RO £7,

BEXILT-SII TILRY yFTEROFE> TLREEKREDFH
A S LBIOshelld T 1 >+ FiCiE. B T2umdDFPPsh S
LOREERBSPPAS LHHD £, FE. HEZ BlOshell
IgG 1,000ACANS LERELE LTe CONTLICIE. ZFE
BODEHAH0.5um. IEZFLEDOKDERHLT umDRIFR2.7 um
DSPPSHTHESNTWE T, MFLEIF1,000ATH B 7. mAbs
PADCs. ZLTEND LD IEBZNCASBREFRSHFOND
BIRET T, SPPRIENS AICIIFPPRIEH S LA EE T B SN
< HDET, £TSPPsIFVEBEOE CTAILAELHD.
CRDR—=AHK)
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~ R
[2.Bl0shell IgG 1,000 A C4 SPPHI FDSEME . /£ AU F DB ILMNR S TL) A FESAEOK (PVHI7) 2R HFHER. 7—
#lEAdvanced Materials Technology (AMT) #21£.
. J
NV RIERDEMZ SNET, £/-SPPFRIEHS LIZFPPFRIESD
SLEDH—ICFHETE 38, van Deemter®{ D T 7 « ILH#L
(AIB) D HDLET, IHIC. AFEDOKIHRSPPRIEASLT .
HY T2UmMDFPPAS LEBEFEULEDH S LHEREZEF T B8, 160 _;‘I’gsﬁglﬂbgg‘jéeic:@l
NS LEBEDLERICERTZA AT LERBAD) X0 %) 5140 — BlOshell IgG 1000 & C4
R TRVWFDETODHHEEEICAD £3, UTF Tl BlOshell E120 1
IgG 1,000 A C4 7 5 LOFIEEHIROEDFOMAFPPHS Lk £ o ‘ LL
HELTEELES, R 60
| |
BlOshell IgG 1,000 A C4h5 LO%HE EOFS 20’ N
0
B X D SPPRIFHEFOEWVWH S L%HKRIZ. EICSPPHI 20
FRTHEERIIEVNC LIk 3YEBBOEEICLZHDT 0 ° 10 petention Time (mim) %
¥, I 5. BlOshell |ng] 5-&@%&?[{?%‘;1,000 At_i_ﬁ(r:j(% Conditions
Wiz, N2 RDIERRCDERBEDBELIC DN B AJREMD B B Column: As indicated
H 1 ZHRBROZELRR/NRICHIZONE T, CNLODEE|ICD Mobile [A] 70:30 water (0.1% TFA): acetonitrile (0.1% TFA)
WTs SigmaMAb:E/ SO+ — LHUAEE B & 3FBED NS L Phase: [B] 50:50 water (0.1% TFA): acetonitrile (0.1% TFA)
(BIOshell IgG 1,000 A C4. BIOshell A400 Protein C4. & & UKIF credient: 5 e S B2 TN
Y 4 2 — - " . % % I |
LT um. MFLIR300 ADFPPTIES S L) THOM LB L 7 fER Flow Rate: 0.4 mL/min
%E3t:7_|__\bi3_o BlOshell |ngJ§-LA—C‘"::t\ X’I"/E-?‘C“ﬁ% Column 75 °oC
MEOE— ¥ EEIERS. ZORBEICRSN2MEDOEERED Temp.:
DBEBEINTVB LA DA £T, Detector: UV, 215 nm
Injection: 1.0 yL

EBICRINBMERDMBOmMAbSICH A B NZHEEES 570, [ Sample:  SigmaMAb (MSQC4), 1 g/L, water (0.05% TFA)
RORFTEREOMAbsZ DL E—THBIRE 115 L=z K3. 7035 71— &BSigmaMAb (A4 X 1gGLINIAIZEEY E) DO
EB L E LT BAICZTDLBGERZ FL B F T, BlOshell IgG EROLE

g %

1,000 A C4411 5 LLTIdmAbsD E— 4 H(BIEH0.239 % BZ 3H D
312 HD EFEATLIED. HD2DDHS LTIEZ DEHEIC
S D MOMADTHE 3 ¥ AROERHIFERINE LT
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BlOshell IgGh S LICEBMEBENDZEDIER
BMRCTDNZ LMEZTMT S5 EL LT HRLABMETO
PO -V BEZARDZIFENHD £9, SPPsTIE. van
DeemterX DY) BREITEN TR IC & 2 E % LLEHNZ (T AWV
&, EHRNICIE. BEREZRE LTHE—IBRED0EIFHERYN
INSWETTT, —HA. FPPIIEN S LISMERBDIENFOEIC
FBREEEZRTZ. BRRTE—IREDOEMNERINE
¥, SigmaMAbZHHFEL L T. BlOshell IgG 1,000A C41 5 Ls.
BlOshell A400 Protein C4. & LK UMERDFPP C44 5 L THRRE



—— BIOshell 1000 BIOshell 400 == FPP 300
H BIOshell™ 1000 BIOshell 400 HFPP 300 180
0.5 160 /
140
~0.45 -
£ 2 150 /
E 04 Ex!
= Q
5 0.35 E 100 /
[ i
T o3 S 80 //
Z 0254 E 60 x
% 0.2 & 40 ./I: * -
E 0.15 20
$ 0
S o1 ; ; ; . s
0.1 0.2 0.4 0.6 0.8
0.05 Flow Rate (mL/min)
[
SigmaMAb  Trastuzumab Adalimumab  Infliximab  Rituximab B5. FoRHSigmaMAbD E— VU BREIC5 X 3 E
2FEEEDSPPRIEATLIF FPPATLICLEARTHES AR N TH D HRTHERL
. e THEEBN S v—TRE—IDMESNZTEAREINE LT, (DIREHFIZE3DE
®4. £/70F —LAAESERO L~ HEBO LR HEDTS VT NBRRELOMITHES, U — B8 = U — 7 (BIR X RE.)
_ J
e N
13
227
230
IgG2-A 19G2-A/B 19G2-B
R6. IgG2IAED PRIV T REEE TV 74— Lo
BOUARD EVIEHDOIRTA VDT I/ BES R,
L TR D27« MEB DA DB BS T RT1 5 )

ZIEREETOE—VBREORLZHR L L. B5ICHER
HFEroHFET, FEED. 2EEEDBIOshell™ BN 5 A TIERE%E =
HTHE—IBREDELHUNET o fc—F. FPP300H S L TIE
van DeemterX DCIEDHE|IC L 2 2B AEMHARSNE T,

g;gﬁshell IgGASLICEBIgC2FED IR TIA VERED

IgGHUKIZTT T =V Z —HeeiEMDMBEWV . VNI EBE
BY LTHELEZ#—<w MIBDDDHBDFT, LHL. £D
IgG2NA A EERS. £V SHBEDS LT 1 RES /N2 — B
BRBIGE2TAY 7+ — LEBAKRIATEATLET, E6I.
IgGHAAICE R BNBV DD DT A Y T+ — L' ERLET,

NEDTAYV T 4—LDSBEVL DHIEEICHRBERENRE
HOMREMN BB =D N1 AEEROOY ~EERMEZHERT
BIEDICCNSDERBEDT ZFENKOSNTVWET, &
. BlOshellIgG 1,000AC4N 5 LEBVTINSDBEALER
BRI IFENHRINE LT, ETIC. FPPRIEAS LL
BlOshell IgGH 5 L% L TlgGiifA Td % Denosumab (5
JAI D) DR BRI T 1 RIEETAY 74— L%EZDB LT
EREAETRLEF, Bloshelllg6h S LEMEALIEE. FPPE
BASLEDHDZILT 4« REET AV 7 — LODEENKIE
ICET D CCHHERINE LTz, BlOshellIgGh S LZBEW:
CORHFELE. BIL-ETBIECFA—ILICL 34251, BE
DB EERATHEZ T, RTOE— I %ZEES &K UHER
TEBHLEZLGNET,

ROR=IAHK)
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-
Conditions:
Column: As indicated 404 — FPP, 300 & C4
Mobile Phase:  [A] 88:10:2 water (0.1% DFA): acetonitrile 354 — BlOshell IgG
(0.1% DFA): n-propanol (0.1% DFA) 30,
[B] 10: 20:70 water (0.1% DFA): acetonitrile 2
(0.1% DFA): n-propanol (0.1% DFA) £ 257
Gradient: 14% B to 24% B in 20 min %20'
Flow Rate: 0.2 mL/min 5 15+
Column Temp.: 80 °C § 10
Detector: UV, 280 nm 5+
Injection: 2.0 uL 0
Sample: Denosumab, 2.0 mg/mL, water (0.1% DFA) 5.0 ﬁ J; é é 1'0 1'2 1'4 16 1I8 2'0
E7. BlOshell IgG 1,000 A C4HhS LEBVET /XTI DHH Time, min

ot

FEOTH TIRINA A EESIMRLICEBNLTE D TNSOMM
EREI R THEEGFBICKRDILEZONE T, TOUWofk
RETHRT BIHDHFB XY v REEZITS £ T, BlOshell
IgGL,000A CANS LD K SBHLWAS ARMHUBBEL 20D F
9o SPPs%EITIE L 7BlOshell IgGAh S Lld. BEZ ERIES
B BR-BMREIBMERREICLE T, RELUFELO.
HOBERICT 50 BCQASZEIENMT 5 Z L HRH SN TWBIRTE.
BlOshell IgGH 5 Lld XY v REARIBYE ICMEED 53R % 17
HITBBRBdTLE D,

LU TRFT T 2EREDFAMAA > L BlOshell DFFMHIC DL
Tld. SigmaAldrich.com/BIOshellz Z&Z 2T L,
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Featured Products

Description Cat.No.
BIOshell IgG 1000 A C4, 10 cm x 2.1 mm 1.D., 63288-U
2.7 ym
BIOshell A400 Protein C4, 10 cm x 2.1 mm I.D., 66825-U
3.4 pm
EXP™ Pre-Column Filterset 51163-U
EXP Pre-Column Filter Cartridges 51164-U
SILu™Lite SigmaMAb Universal Antibody Standard MSQC4
human
Water for chromatography (LC/MS Grade) 115333
LiChrosolv™
Acetonitrile hypergrade for LC/MS LiChrosolv 100029
Trifluoroacetic acid, 299%, purified by redistillation, 299537
for protein sequencing*
*Product available in North America
Related Products
BIOshell IgG, C4 2.7 pm Guard Cartridge 63291-U
5mm x 2.1mm, Pk.3
Guard Cartridge Holder, for use with Ascentis™ 53500-U
Express & BIOshell Guard Columns, pk of 1
Trifluoroacetic acid for protein sequence analysis 1.08178

Supelco.

Analytical Products
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Supel™ Genie HybridSPE™A > 251> A—hJw D%

AWCEIRERIR D U iEE

LC/MS/MST T

Hillel Brandes, Separations R&D, hillel.brandes@sial.com

SRRES LN

®E

1) VB (PLs) &, MR, M. ME. ANEEERZERCIC (mg/mL
LRILT)EELET, 2<DBE. PLsIEEMARPICHKRL A
SRIEEE —FEICHE I N HARPICEET ZEEIX. LC/MS
SFICEVTHRALBEBEZSISRECITHDOE LTHNSNTULE
Fo Plslidk. MSIEEHICEWT 1 4 Utk =5 S T 2NN
HDET, PLsidF /=, HHH(C18. C8RE) NS LLIZERETS
EmbHD. PEEziER. WZLOEMDHEDHET, Lh>T.
PLs%ZfRE LBV ELC/MSOIRDREE. BIRME. SLURENK
IBICEADONBIFERE R £,

B FDLC/MSHFICFEIL > TEAERRIN 5 U U IEE % &R
ICFRETY B 7. HybridSPED VEEBERERMHRAFEINE LT
COERMIE DI AZTHFOFRMEZFIAL TY VEEE LER
HICHEE L. TNZRELE T, COME 96T —hr =3
ZHASLA—RUYIrWVS 220OWBRIR THER ISR
NFELI CCTIE U VEEEREOREL LT HLLRGH
RTHZ2ASA2A— )y DICDOVWTEHRALE Y, LC/MSH
SLERRABAIAA— Iy ORBEZERL. 2VNVE
RS B MR D S U VEEEEIRE T B ML & L
oo YEBMLFHAFENRA D3 Y bOLEMBZRAVT, ¥ X
TLEEMERIEL X LT
RER
i
Supel Genie HybridSPEZ > 5+ > A— kU w P (RE2cm XA
#4.0mm). T v bIMEK2-EDTA(LampireA&Z O &S

7306407) 2 >V NV ERBGAIR 1% DFBEESC T = UL,
FIF1%WN) DXETVEZTVLZEZL AR/ —Il,

SHLUEFIE: MRER COLBRERZ130EIETEEL. v bk

mig F7zl3REEBEE Ty MIENS 2 VNI BEIBRIE F
L7ce RIC. BE¥7Z 10,000 rpm T3DRIELODEEL. Fo5N

EBZLC/MSHTAICINEL £ LT

~

~
3 sets of analytes
1tz b 1: Basic analytes
N o
o o8 o~
Oﬁﬁ F S o
; Bt -
: 1 O
Risperidone Clomipramine Tamoxifen
1tz b 2: Polar neutral analytes
O\ o O\ o
OH
M
gevenelocs: seneVecy
Digoxin Digitoxin
12w 3: Non-polar neutral analytes
CHs  HO CHg CH: HiG OH
CHy T WO Hsc :
/\.1,;_,( “\/\( \<CH3 2 (\/ f G
L AH/ CHa CHg
|| H
oy |
on b
HO™ ™ HO™ "
25-Hydroxyvitamin D, 3-epi-25-Hydroxyvitamin D,
CH: A Hs
on, SHe HO oHe Ho H 3 HiG OH
r /{"\_‘/“\, CHs P "\/ ‘-./ c“a
LH) J
| H
l CH | CH
r ».T/’ & P e 12
HO* ™ HO™ ™"
25-Hydroxyvitamin D, 3-epi-25-Hydroxyvitamin D,
J

ROR=TAHK)
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HybridSPE-LC/MSiEE

Y UBEERHICE 1T BHYbridSPE-LC/MSHH&44:

COEBEIX. BRISTRTESICHPLCOERDRY T, 2V INY Instrument: Shimadzu™ LCMS-8030 with 2DLC setup
BB O— K L CHybridSPEA > 51> A— kU wP% HPLC column: Ascentis Express OH5 5 cm x 2.1 mm (53749-
S ° _ = — U)
JH=3 - S \ =X \ = —
’%/%3—57— &)03290):—"_\/7073 ’?*%EE“ ncu ij—”it*‘“i T Mobile phase: (A) Water; (B) 90% Acetonitrile, each with
VBB HPLCHBERENMEZ IES T 278, S0 uLDOTFE% 10 mM ammonium formate
FALTWE S, SR ZHPLCAS AICO— R L5, Bt Isocratic: 85% B
FICEDD— MUy SOBEN IR D 5 Flow: 0.3 mt/min
Column temperature: 35 °C
Sample loading flow: 0.2 mL/min
a I Sample loading 90% acetonitrile with 10 mM ammonium
- solvent: formate
Loading
Pump Detection: MS, ESI(+), MRM mode
Phospholipid ions: precursor ions 496, 520, 522, 524, 758, 782,
Analytical 786, and 810, product ions are all 184
MSMS HPLC j —
Pump

Analytical column

2. LC/MSEARR 124 > 5+ Y HybridSPEN— hUy I 51 5 B
J

ty F1REE SU2E(E DT DHybridSPE-LC/MS &4

Instrument: Shimadzu™ LCMS-8030 with 2DLC setup

HPLC column: Ascentis™ Express F5 10 cm x 2.1 mm
(53569-U)

Mobile phase: (A) Water/10 mM ammonium formate;
(B) methanol

Gradient: 0% B% for 4 min, to 75% B in 0.5 min,
held for 8 min

Flow: 0.3 mL/min

Column temperature: 45 °c

Sample loading flow: 0.1 mL/min

Sample loading solvent: methanol with 10 mM ammonium formate

Injection Vol: 1L

MS, ESI(+), MRM mode

Detection:

Y F3RFEDT-H DHybridSPE-LC/MS &1

Instrument: Shimadzu™ LCMS-8030 with 2DLC setup

HPLC column: Ascentis Express C18 5 cm x 2.1 mm
(53822-U)

Mobile phase: (A) Water; (B) 90% Acetonitrile, each with
10 mM ammonium formate

Gradient: 0% B% for 4 min, to 80% B in 2 min,
held for 1.5 min

Flow: 0.3 mL/min

Column temperature: 35°C

Sample loading flow: 0.1 mL/min

Sample loading solvent:

80% acetonitrile with 50 mM ammonium
formate

Injection Vol:

1L

Detection:

MS, ESI(+), MRM mode

BRESVEE

Supel Genie HybridSPEA > 51 > A— U vy Tid. 2V INVE
2R S B o1 pLo s £ 100 E3FEA L TH. U VRS
ZRRETIZLSICHREIINTVET, B3 A) IFRETNAD >
feZw bR O U VIEEICL > THEREDIO—RE—IH
2253 ERLET, 220E— 7K 1AEL2EKD TS
IWHZSC U VEEEIC TN ETNRIEL £9. HybridSPEA > S
A1>A— Uy (E2)TIE. ATy MREEHCH 1T 5120
BOFEATHU VEEEOE—VI3BHEIhELA (E3(B)BR),
CORERD S, ZUNTE=IKBRS 71 uLo miEs#z 120/
EH L TGEALTHL Supel Genie HybridSPEA > 51 > h— bk
Dy h ) VIEBEBRETET S UM ERIASTNF LT

e N

L:PLTIC(+)

A 4250000 3
4000000 -
3750000 3
3500000
3250000 3
3000000
2750000
2500000 -
2250000
2000000 -
1750000 -
1500000 -
1250000
1000000 -

750000 -
500000-

250000 -
0

2-chain phospholipids

1-chain phospholipids

T T T T T T T T
0.00 0.25 0.50 0.75 1.00 1.25 1.50 1.75 2.00 2.25 2.50min

B 4250000 41P-TICCH)

4000000 -
3750000 -
3500000
3250000 -
3000000 -
2750000
2500000 -
2250000
2000000
1750000 -
1500000 -
1250000 -
1000000 -
750000 -
500000 -

250000 - M
0

T
0.00 0.25

T T T T T T T T T
0.50 0.75 1.00 1.25 1.50 1.75 2.00 2.25 2.50min

E3. (A)HybridSPEA— Ky zBUBWMEE DMK VAEE.
(B)HybridSPEA > 51> h— )y PRE=A Vo B LMRERHIH 1T 512006
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Supel™ Genie HybridSPE™A > S > A— kU wIIZEITEI R WMABE—IDROSNE LT, K1, F> 51 VSPEEZFER
TLEEEN BEMES IR EMZEST3It Y bORET L7cBRIC BT BRI EYORINE  BIRMZEWL £9, AIE
FHSINFE LT BA~6D50H 3L SIS RIE LTI-E DR L7-E DIRIATHI4 ~ 102%DEUEAE SN, 1~ 5%DHIR
ThH.E—UEN6sKEm. T— U THREN09 ~ 13THBMFr MHEFESINH L7

a N\
375000 5 1:b6mi x TIC(+) 2 : e
350000 Peak Analyte ;gg/l: I:v;?gt:ta(ts) -f?!ltltl)?g
325000 1:b6bmi x 315.20>86.10(+) CE: -18.0
300000 1:b6bmi x 372.30>72.10(+) CE: -25.0 1 Risperidone 3.54 1.2
275000 . .
250000 2 clomipramine 3.78 1.3
225000 3 Tamoxifen 3.36 1.2
200000
175000
150000 5 « COE—UHTv—TT. E—UIRIF4 sk
125000 1
13?223 o E—JI3MHTT— U IFREIF12~13
30000 C R=R A VHMELS S A XDBE, BHEE— 2 FR
0 L _— i - HoNEW
T T T T T T T T T T T
00 10 20 30 40 50 60 70 80 90 100 min
4. Set-1: Basic analytesOXRHIBLC/MSTOY T L
. )
~ R
8000 i "
7500 3 1:DGX_DGT 798.50>651.50(+) CE: -15.0 2 Peak width at Taliling
7000 3 1:DGX_DGT 782.50>243.20(+) CE: -20.0 Peak Analyte 50% height (s) factor
6500 L
6000 . 1 1 Digoxin 2.52 1.3
5500 - 2 Digitoxin 2.70 1.2
5000 =
4500
4000 - . _
3500 « MADE—DHIv—TFT. E—JIRIFIsKH
3000
;zgg o E—JIdEALOHMMTT— I FRKIF12~13
1500 - . N SN =
1000 § o R=ZXFAVNHEL /A XDV, THEE—TIFER
i s 5N
0.0 1?0 2?0 3?0 4.‘0 5.‘0 6?0 7?0 8?0 9?0 1(‘).0 min
5. Set-2: Polar neutral analytesDXRMALC/MST O RIS L
. /)
~ R
60000
1 1:401.40>383.30(+) CE: -14.0 1
500004 Peak width at  Taliling
400007 Peak Analyte 50% height (s) factor
300003 1 25-OH D3 4.74 0.9
E 2
200009 2 3-epi-25-OH D3 4.80 0.9
10000-]
OE R 3 25-OH D2 4.62 1.0
] 1:413.40>395.40(+) CE: 8.0 3 4 3-epi-25-OH D2 5.10 0.9
25000—5
20000 « EOE—THv—TT. E—TIRIZ6 sKi
15000
100003 N o E—=JIFXFTT—1 VI FREIF09~ 1.0
5000
iE o« R=ZAFAVINHMELS /A X%V THEE—TIF
0.0 1.0 20 30 40 50 60 7.0 80 9.0 10.0 11.0 12.0 13.0 14.0 min E b Yy gk N A
6. Set-3: Non Polar neutral analytes® AR ALC/MSTOT TS L
. /)

RDR—AHK)
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R1. RIEOENES SUBHRM
Analyte Retention time (mm MRM Quantifier Avg. Recovery* %RSD, n=20
Digoxin 5.4 798.5/651.5 96% 4.9
Digitoxin 5.9 782.5/243.2 97% 2.2
Risperidone 5.4 411.3/191.3 102% 1.5
clomipramine 6.0 315.2/86.1 94% 1.1
Tamoxifen 6.6 372.3/72.2 98% 1.4
25-OH D3 8.2 401.4/383.3 102% 1.2
3-epi-25-0OH D3 8.4 401.4/383.3 102% 2.5
25-OH D2 8.4 413.4/395.4 100% 2.0
3-epi-25-0OH D2 8.6 413.4/395.4 99% 4.2

* The recovery was calculated by comparison of the peak area of the spiked analytes in plasma to those of the neat analytes at the same concentration.

FeoH

LC/MSHHRICEHITD ) VERBRERA > Z1 > h— M) vy DR
FICHIIL F LT, MeeBRIch VW T, lpulomEsklz 4> 5
A2h—b)yPIZ120EESR L TGEALZE TS, 5% % BX
1) VEBREBRETEZCHARIINE LT, LC/MSIEHIER R
R TeAd > 51 > HybridSPEZER T 33007 FUr—> 3>
DR SN E LT RIAEDEYNERIZI4% ~ 102%. BIRMIF1%
~ 5% T, sER L cRIELT T E—oi@heskim. 7—U >
TREHN09~13TH B> v— T TRIFNHRE—IHRBOH SN F
L7

Featured Products

Description

Sample Preparation

Supel Genie HybridSPE On-line Starter Kit 55324-U
Supel Genie HybridSPE On-line SPE Cartridge, pk. of 2 55326-U
Supel Genie HybridSPE On-line SPE Cartridge, pk. of 6 55327-U
LC

Ascentis Express C18 5 cm x 2.1 mm, 2.7 ym 53822-U
Ascentis Express F5 10 cm x 2.1 mm, 2.7 ym 53569-U
Ascentis Express OH5 5cm x 2.1 mm, 2.7 ym 53749-U

SPME LC (BioSPME) Tips

Microsampling and Sample
Preparation in one step

! 7 |
IR

J

B

SigmaAldrich.com/biospme
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Related Products

Description Cat. No

Sample Preparation

Supel Genie RP-Amide On-line Starter Kit 55516-U
Supel Genie RP-Amide On-line SPE Cartridge, 55519-U
pk. of 2

Supel Genie RP-Amide On-line SPE Cartridge, 55522-U
pk. of 6

Supel Genie C8 On-line Starter Kit 55274-U
Supel Genie C8 On-line SPE Cartridge, pk. of 2 55512-U
Supel Genie C8 On-line SPE Cartridge, pk. of 6 55515-U
Solvents

Water for chromatography (LC/MS Grade) LiChrosolv™ 1.15333
Acetonitrile hypergrade for LC/MS LiChrosolv 1.00029

CHEATLED?

2D ) VEEEREICENGELERENRE NT1TUy
RSPEIZ. 96V zILFL—FOREHCHABLTVET !
FEIEC B 5D 5

SigmaAldrich.com/hybridspe
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Stephan Altmaier, Head of Instrumental Analytics R&D, stephan.altmaier@merckgroup.com
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BEDHPLCABERE LT, 1VISTaovIITL—R I3
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BE)EFRLUIBRER Ty TEHRELE T,
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EDLSBBEDFRETHZINEHRTIHNELNHD £,

SBIERRINFI R OFRFY) SFRMEIE. HS LOBEFEMREICERE L.
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DIERSE 37D DFEIRKE T,
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&\ DR DIIMELZER S NS AIREND DD 75

REIVGEEAL. ERF* vy /74 T2 — Fa—TZHWLT
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FESRICERAEN AR T SHERELHD X9,
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HOEIEEMZ I TICERR L 78R, AIZIFERY bF v TPl
VTT,
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b LETERZERT3REDHBHEIE. FTFRICMST L —
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EE

HPLCAS L

HPLCAH S LDH 1 XZ2ERY 5 & T3, B OY 1 X &HF
E WERO—ZE) T REDERLIT TR, BAEEEED
HIBE Wo7c IR FETORSNEEDIEHICAD £, hT LR
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Conditions:

Column: As indicated

Mobile phase: acetonitrile/25 mM ammonium acetate
pH 6.8 80/20 (v/v), 6 min.

Flow: 0.8 mL/min

Temperature: 50 °C

Detector: Ion-trap MS (m/z 50-2000)

B3, EHHILICAS LDMSICEF BTV —T1 I DL

A: Merck Purospher® STAR Si 100-2.1

B: Merck Purospher STAR ZIC™-HILIC 100-2.1

C: Brand A HILIC 100x2.1 (normal phase material)
D: Brand B HILIC 100x2 (ammonium sulfonic acid)
E: Brand C HILIC 100x2 (phosphorylcholine)

F: Brand D HILIC 100x2.1 (ammonium sulfonic acid)
_ J

HPLCH 5 LD 5 DiERIF. LC/MSICEWTHBEM CBEA B L
ICHEOLTRFZLINNETY, S UAR—IDEEHEDE <
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RN ORHAZT LTV —T 1 VT EMINBRR) 2ELYP
TWMERDH D £ (B3),
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ZT7ERZRIADBAZ ) —L(FTFZE D) ICEBLISR
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3.FIRA ADEE REDBINE W > 7eMSA 7 2 iREAIDHERE,

22T LEEEIEES OMEYER. BLUVEEHDEX—%
Bl d 37812, BEWEDKAEEEIF5%MU EICERE L TIFWL
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InEssence | GCBID& 7> iRikHS LWatercol™ %R L1z ILFEMA XDKDBIEE

IN ESSENCE

GC BIDE 1 # >R = L\Watercol™Z{E L7-
AR 2 DK RIEE

Shimadzu Application Data Sheet No.18

BREFEEREICE EFN KD
IR X T LICREERC
TRNDHBDET N1TS
2R NIVT ORKE. Sl

KE

Gas chromatograph:

Tracera (GC-2010 Plus A + BID-2010 Plus)

Sample injection:

Valco Internal Liquid Sample Injector with
Splitter Injection Unit

ﬁﬂﬁ@ﬁﬂﬁ;ﬁ@ 2,:.\\ i\nB"i Gas purifier: (Sgg)té;ggl-;ig;]_ﬁipacity Gas Purifier
%\0)1’_)273 OKWJLJZL iz/uo SR
E7EH!“ = %n%ﬂkﬁj z LR Column: Watercol 1910, 60 m x 0.25 mm ID, 0.20 ym
1#:‘?@7}%73“3?%0)5&}%1%& Oven: 35 °C (2.0 min) = 5 °C/min - 150 °C (15 min)
TERTB L. EFEELRZRIE YT 2DICEBH TEETT, Total. 40 min
N ) R Carrier gas: Helium 45 cm/sec
RERDKDBEETIKREREERIVBEE B> TWE LD (Column flow rate 3.78 mL/min)
GCICKBHLWAEA 7> 3 > TIRINELETEI £9, B2 Inj. volume: 2 pL
RUEFTH AT Z RE I % /N TIRE 7 1k (BID) R8s & Kt Split: 1:5

Supelco7 5 > RDKD A S LTWatercol EHEAEHE D .
FRHCEENZKDZ0EEL (B1). BRECBEDORVERNE

ShELEERL. CNSKDREDREREIZppm L NILIAT
FTHILT BN HFRETT,

Transfer line temp.:

175 °C (After Internal Liquid Sample Injector
to GC column Oven)

Detector temp.:

200 °C

Discharge gas vol.:

50 mL/min(He)

S~
uV.
15000 —BIC
LPG(Main) Water 25 ppm,
12500 RT= 14.3 min, S/N=350+
10000 ]
7500
5000
2500
04
T T T T T T T
2.5 5.0 7.5 10.0 12.5 15.0 17.5 20.0 min
Note: With baseline calibration
1. LPGICE £M3KDBIE (25 ppm) DIOR RIS L EERFR (S/N = 10) LR HRSR (S/N =3.3) I&. #N210.66 ppm&0.22 ppmET FIF3
ZEHTEET,
#<1: Repeatability of Water analysis(n=5).
Standard
Water No.1 No.2 No.3 No.4 No.5 Average Deviation %RSD
RT(min) 14.285 14.288 14.286 14.296 14.304 14.292 0.008 0.06
Area(mVes) 244,037 249,854 246,884 242,950 238,428 244,430 4,296 1.76
Height(mV) 12,418 12,600 12,468 12,045 11,851 12,276 315 2.57
Conc.(ppm) 24.96 25.56 25.25 24.85 24.39 25.00 0.44 1.76
=
C DIGRABIFIASTMOFH L WVMEEFIEL L TIRESTNTULE T, Related products:

https://www.astm.org/DATABASE.CART/WORKITEMS/WK59649.

Description
htm

Watercol 1910 Capillary GC Column L x L.D.

Watercol1 5 L DEEMIC D ULV T ldSigmaAldrich.com/watercol 30 m x 0.25 mm, df 0.20 ym

Watercol 1910 Capillary GC Column L x I.D.

—Es ==X ,\
ZlEBLTETL, 30 m x 0.32 mm, df 0.26 pm

E28UERRD 7 1) r— 3 | SigmaAldrich.com/shimadzu-
ads18Hh'54 T >O—RTEXT,
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