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IR R A R R BB R E AR (SPE-LC/MS)

{8 /3 500mg 3mL HyperSep C18EMEZEBUAE (ZBAES : B0T08=304) ...\ oo 25
B IR A P R R R R B4 (SPE-LC/MS)

% F 500mg 3mL HyperSep SilicaEABZEEAE (RS 1 B0108=315) ..o 27
IR M PR R R A Y R4 (SPE-LC/MS)

f#F 200mg 6mL HyperSep Retain—PEPEIAEZEEAFE(EBHS 1 60107=212)...c..oiiviiieeieieieeeseeee s 28
IR P IR R R AR (SPE-HPLC)
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{5 /3 200mg 3mL HyperSep Retain PEPEABZEEAE (RS : 60107 =204) ..o 34
RSP BFERLEAYHNKN(SPE-LC/MS)

{5/ 200mg 3mL HyperSep C18EIMAZEEAE(ZBAES 1 B0T08=303) ... oo 35
YRR i R E RN (SPE-HPLC)

{5 3 200mg 3mL HyperSep C18EMEZEBUAE (ZBAES 1 B0T08=303) ... o ove oot 36
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il T R E K I K A M RO E
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Wl s = B EER AN (SPE-LC/MS)
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il = R AR AT (SPE-LC/MS)

{# A 60mg 3mL HyperSep Retain—-CXEABZERAE(ERES: 60107 -303)..... oo 41
B E h = B E AN (SPE-LC/MS)

{2/ 60mg 3mL HyperSep Retain—CXEARZEBUE(RRES: 60107-303) ... ioooovooioeeeee e 42
A BIRFRRIRN ( SPE-HPLC,GC/MS )

£ 19 6mL HyperSep SilicaBAHZERUE ( FRFS: B0108=426 )........ccoiiiiioecciiiciecceeie e 43
AR FIHRN ( SPE-GC/MS,LC/MS )

£ AQUeChERS 3% ( #BHES: 60105-341, B0105=204 ).\ oo\ oo oo, 45
BERENFH=RER

{# F3200mg 3mL HyperSep Retain—CX(EBTES: 60107 =304) ... ...ociv oo 47
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I 2 h A ER 2L 2 M B9 (SPE-LC/MS)
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% R IR E LAY RN (SPE-HPLC)
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#1200mg 3mL HyperSpe C18 EIMBZEBUAE (BRES: 60108=3803) ... ..o 54
1% th K IA N ER R 14 R R4 (SPE-HPLC)

i F 200mg 6mL HyperSep Retain—PEPE#EZEEUAE(RBIFS: 60107—212) oo 55
M 2 R Em P R E R AN (SPE-LC/MS)
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)43} H BT AR iy e A 46 (SPE-HPLC)

{8 A 60mg 3mL HyperSep Retain-CXE EZEBEERIES s 60107=303) ..o oo 69
AR SR RIHMI(SPE-HPLC)

£ 200mg 6mL HyperSep Retain—CXEABZEEAE(ZRES: 60107 =314) oo 69
fAR R E RN (SPE-HPLC)

{5/ 200mg 3mL HyperSep C18EMAZEBUAE(ZBM-S 1 B0T08=303). .. ... ..o 70
TRAF BRI (SPE-LC/MS)

%/ 200mg 6mL HyperSep Retain—PEPEIFEZEEAE(ZBHFS: 60107-212) o 71
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{£A500mg 6mL HyperSep Florisil EARZERAE (RS : 60108=500)..... ..o oo 74
XK R P S ERFAER R &N (SPE-HPLC)

{# 8 200mg 3mL HyperSep Retain—CXEHEZEEAE(ERHES: 60107 =304) ..o oo 74
TR3EK SR A it kAR B A4 i (SPE-HPLC)

% F3 500mg 3mL HyperSep FlorisilEHEZEBUAE(ZRMES s B0T08=405) ... ..o oo 75
BEKRHFTER PR AFIAZER

£ FJQUEChERS /& (RBFS: 60105-216. 60105-218F160105=221). ... iooiioieiiiii e 75
BE P SRR (SPE-GC/MS)
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B, FAEMAXRRESZE R R RN (SPE-GC/MS)

{3 500mg 6mL Carb/PSABIFHZEEAE(EBIFS: 60105=209) ..o 82
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BRI TN R R 5 P LD R B 48 (SPE-LC/MS)
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f# FBQUEChERS A (RS : 60105-211F160105-220) ... ... .oo.ooooooeeoeeeoeoeeeeeeeeeeeeeeeeeeeeeeeee e 85
INEFNE K AP BEIGERE KT (ATIB)
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B EE R R Z BN (SPE-GC/MS)
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e, EPEMEEB1 B2 G1 G2 f9#&ill(SPE-HPLC)
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BEERRBFIMNS T

£ FAQUEChERSTT3A (B2 60105—205F060105=211) ... 87
ARAHEZZRKRN ( SPE- GC/MS )

{£/A10mg 1mL SOLA HRPEAEZEEAE ( ZRMES: 601090071 ). 88
HR AR BREARREN ( SLE-GC/MS)

{£F20g 60mL HyperSep SLEEABZERUE ( RS 60109—20000—=60=7 ) ..\ oo 89

KREHBEFIAMPA K46 (SPE-LC/MS)

§F500mg 6mL HyperSep Hypercarb EARZE BT (ZRH-S 1 60106—=402). .........oovvooooeooeeeoeeeeeeeeeeeeeeeeeeee e 90
K R EH B A B S B

{EF1g 6mL HyperSep Verify—CX BIAEZEBAE(EBES : 60108=732)...... oo oo 90
K RER AL & MR E (SPE-HPLC)

{5 FA500mg 6mL HyperSep Retain PEPEIAEZEEAE(ERHFS 1 60107 -206) ..o oo 91
7K IR MM B (SPE-HPLC)

% F1500mg 6mL HyperSep Retain PEPEAEEEEAE(ERFS: 60107 =206) ........cooivooeoeeeeeeeeeeeeeeeeeeeeeeeeeeeeee 91
7k & SEBEFE Il (SPE-HPLC)

{#F3500mg 6mL HyperSep Retain PEPEAAZEEAE(ERFS 1 60107—=206) ... oo 92
K SRFREN SRR (SPE-HPLC)

{# F3500mg 6mL HyperSep Retain PEPEIFEZEBAE(ZBIES 1 60107=206) ..o oo 92
7K BB Z Bt R Rk
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K R BRFIN N-— R EL K%

{5 Fi60mg 3mL HyperSep Retain PEP BEl#HZEEUAT(RBES 1 60107 =203) ... ovoooeoooeooeoeeeeeeeeeeeeeee 93
Tk HR R BT L i

{# FA60mg 3mL HyperSep Retain PEP EABZEBUAE (RS 1 60107 =203) ... ovooeoeoeeeoeeeoeeeeeeeeeeeeeeeeeeeeeeeeeee 94




KR

£ FA500mg 6mL HyperSep Retain PEP EFEZEERAE(ZBIFS 1 60107 =206) ..o 94
KPS E AR ERET

B 1g 6mL HyperSep C18 BIABZERURE(ZRAE-S s 601082301 )rrrrrrrrrrrrrrrrrrorrrormieoeoooeoeoeooe oo 94
K H S E

{3 F3500mg 6mL HyperSep Retain PEP BEIARZEERAE (RS : B0107=208) «-vvorrerereiinisiiiiiii 95
IKHRI2,4-— U

£ F3500mg 6mL HyperSep Retain PEP BEABZEEVAE(ZRMES ; 60107 =206) - ovovoreeomeeieeee oo 95
KPR 4-Z“SFREECTER

{#F500mg 6mL HyperSep Retain PEP EABZEEAE(ZRFS: 60107=206) ... 95
KRR E R

{5 F3500mg 6mL HyperSep Retain PEP EFBZEERAE(EBIES: 60107 -206) ..o oooooooooooooeoeeoeoeeoeeeeee 96
K H AR HLF

fFF1g 6mL HyperSep C18 EAEZEBAE(ZRM-S s 60108=301) .- oo 96
KRR MT

{8 F60mg 3mL HyperSep Retain PEP EABZEBUAE(ZRES: 60107 =203) oo 96
IR R IRER R ZE

{# FB60mg 3mL HyperSep Retain PEP E#EZEEAE(ZRES 1 60107 =203) ..o oo 97
7K B ALk AR

{# FA60mg 3mL HyperSep Retain PEP BE#EZEEAE(ZRES: 60107 =203) ... ... oo 97
R K REEERIGC/MS MUE

{# F3500mg 6mL HyperSep Retain PEP BEABZEEAE(ZRES 1 60108=732) .o oo 97
R Bk R EFI 42 (SPE-HPLC,LC/MS)

{# F3500mg 6mL HyperSep Retain PEPEIFHZEEUAE(EBMFS: 60107 =206) ........coiivooeoeeoeeeeeeeeeeeeeeeeeeeeeeee 98
TRk F7K th Z B SR R BR B 5 P AR 4 O 446 i (SPE-LC/MIS)

% A200mg 6mL HyperSep Retain PEPEFEZEEFE(ZBAS : 60107=212)..iiivoiiioiioi e 99
B SRk 2K B

{# FA60mg 3mL HyperSep Retain PEP BE#EZEEAE(ZRFS: 60107=203) ..o 100
kR & SEER

f# 29 15mL HyperSep C18 BAEZERUAE (RS 1 60108=701). .. oo 100
KPS ZFE R

1 FA3500mg 3mL HyperSep NH, B EZEEUAE(ERES 1 60108=518). ... . oo 101
3R K i & T A R R (SPE-LC/MS)

{# F200mg 6mL HyperSep Retain AXEIFEZEBAE (RS2 60107=412) .o 101
K BRI & E BT (SPE-LC/MS)

% F200mg 6mL HyperSep Retain PEPEFEZEEFE(EBHS: 60107=212) . 102
BARREZGMR, NAFERMRIGHEN(SPE-LC/MS)

{# F200mg 3mL HyperSep C18EIFHZEBUAE(ERMFS s 60108=303) ... oo 103
Bk LR 25 B9 (SPE-LC/MS)

{# F200mg 3mL HyperSep C18 , HyperSep Retain—-CXEfHZEEUAE (R4S : 60108-303, 60107-304) .....cooovvovviiee. 104
TR MERIRZERR E

{8 FA60mg 3mL HyperSep Retain PEP BEAEZEBUE(ERIES s 60107=203) ... oo 104

XEEZBRBREFIHILC/MS/MS 77
fEF10g 75mL HyperSep C18 EIAEZEBUAE(BRAE-S : B0108=703) ..o oo 105



EPA 75i£535-—7k R Z BE 7 B2 0 Z B RR B = 77 B FR 40 S0 AT

£ F500mg 6mL HyperSep Hypercarb BEABZEEUAT(ZRES . 60106—402) .. o oo 105
EPA 75i% 8330B - IBMEM R EBZR BT - HEF W EY. iR, HERDE

{8 F 500mg 6mL HyperSep Retain PEP ZEBAE(EBAES 1 60107 =206) ........ovoooooeooeeeeeeeeeeeeeeeeeeeeeeeeeee e 106
EPA 775508 —— SR HBF. BREFIFEV QU

f#£/A10g 75mL HyperSep C18 EABZERAE(ZRES: 60108=7038). ..o oo 107
SPE 2B &8

{% FiHyperSep Aminopropyl. HyperSep Retain—AX. HyperSep SAXH

HyperSep Verify—AX BIREZEBUAT . oo 107

HE/ =R A

MiEREA 4 -~ RE R

{EF100mg 1mL HyperSep C18 EIFHZEBAE(EBMFS: 60108=302)............oo it 108
N MERRRAEMAA

{# F 60mg 3mL HyperSep Retain PEP ZEBUAT(ZBHES 1 60107 —203) . ..ovivooieiiiiiieiieieeeee e 108
NG I R B 22 3 A B

f#F 60mg 3mL HyperSep Retain—CX ZEEAEEBIES : 60107=303) ..o 108
M Hyclone R4 I & fp ZEER A4k Xt Z B B

{# F 60mg 6mL Retain PEP #1 CX ZEEUAE(ZB4S: 60107-203 F1 60107 —=3808) .. cv.rviiiriiieiiieieiitieeeee e 109
MiEs M PR _AFREXGYHIHPLC S5

{# F3200mg 6mL HyperSep Verify—CX BEABZERAE(ZRMES 1 60108=722) .o 109
REHHE _ARELXAGYMHIGC HGC/MS BN

£ /200mg 10mL HyperSep Verify—CX BEABZEBAE(ERFS 1 60108=742) . ....ooivoiiioiiiiioi e 110
ETRPEHRAYIIFE: MK, MF. RiKMALHGC-GC/MS 5347

{# F200mg 6mL HyperSep Verify—CX BAEZEBAE(ERHS: 60108=722) .. ool 111
FZREZEERGYIFIE: Ik, 0F. RBEMALHILC/MS/MS ST

{# F1200mg 6mL HyperSep Verify—CX ElFEZEBAE(ERFS: 60108=722) ... oo, 112
PR BetaZ & #zhFIHIGC/MS Bl o #

{8 F1200mg 10mL HyperSep Verify—CX BEHEZEEFE(ERIFS: 60108=742) ..o oo, 113
RGP SRR 7-SESHAEHNGC/MSFHIA ST

{#F200mg 10mL HyperSep Verify—CX BIABZEEUAE(ERFS 1 B0108=742) ..ooooooiooiooiii e 113
mi%. PRk Beta ZPEHFIHIGC/MSHIA DT

{8 F1200mg 10mL HyperSep Verify—CX BEFEZEEAE(ERIFS: 60108=742) ..o 114
Mm%, Mm3%/miEFEREHYIMEE ., Zmifn e al iR R

f# F200mg 10mL HyperSep Verify—CX BIABZEEUAE(EBES : 60108=742) ..o 114
Ri&HDHEA., ZEMFFREZEMIGC SHGC/MS B\ DT

{£F200mg 10mL HyperSep Verify—CX BEAEZEBAE(ERFS: 60108=742) .. oo, 115
EMHAFE_FRFEHGYHIGC HGC/MS AT

fE£F100mg 1mL HyperSep Diol BIFEZEEAE(EBIES: 60108=572) ... oo 115
KRMEPHESEFE

{# FA60mg 3mL HyperSep Retain PEP BIABZEE AR S : 60107-203) 116




MmEZWHT

{£F60mg 3mL HyperSep Retain PEP BE#EZEBAE(ERES: 60107-203) ..o 116
Iy I 4% R E R Z BRI GC/MS 47

{8 FI500mg 6mL HyperSep SAX BIAEZEERAFE(ERHS: 60108=434) . 116
i, mi#/mFEFRMERETHGC 5GC/MS S HT

{#£A100mg 1mL HyperSep C18 EMZEBUAE(EBHES : 60108=302)...... .. civ oo, 117
iR, In2%/mEHmeBEETHLC/MS 54T

{£F200mg 6mL HyperSep Verify—CX EFEZEBAE(ERE S 60108=722) .. oo 117
R miERRETFAETHGC sGC/MS Bk

{# F200mg 10mL HyperSep Verify—CX BEBZEEUAE(EBAES 1 60108=742) ... oo 118
£MHHREFE

{# F200mg 3mL HyperSep Cyano BIFEZEEAE(EBIES 1 60T08=747). oo oo 118
I i i 2% Fr AR ER K ELAR 514

% F§200mg 3mL HyperSep Retain—AX BEAHZEEFE(EBIES: 60107 =407) oo 119
ANBR&-H R R ERITENRIGC sGC/MS BIASHT

{EF200mg 6mL HyperSep Verify—CX BEABZEEAE(ZRES s 60108=742) .. ..o, 119
R B - R ERERBATE N EMGC SGC/MS FiEBiAa

{# F200mg 10mL HyperSep Verify—CX BEAAZEEUAE(ZRES 1 60108=742) ..o oo 120
R BT F EAMEIGC/MS BN

{£/200mg 6mL HyperSep Retain—CX BABZEBAE(ERES: 60107 =3814) .o 121
R, MigFAfn s/ fiE S T fILC/MS/MS Fik 5

{5 H200mg 10mL HyperSep Verify—CX BIABZEBAE(ERHES: 60108=742) 121
KR MEFEFHEZEIER

{# F60mg 3mL HyperSep Retain PEP EFHZEEAE(ZBIFES: 60107 =203) -...ovoivviiocoieeeee e 122
Mm%, m3R/iiE e ki R & ARBHPLC 547

£ F200mg 10mL HyperSep Verify—CX BEHEZEBAE(ERES: 60108=742). ..o 122
EMPPMEER. RAFEMEREER

{# /200mg 6mL HyperSep Retain PEP BIABZEEAE(ERES: 60107 =212) oo 123
%%/ s =R EHAVERAHIHPLC 5347

f# F§200mg 10mL HyperSep Verify—CX BIMBZEBAE(RBAES: 60108=742) ... oo 123
PRIEP SRR MENHRT ( SPE-LC/MS)

f#F10mg 2mL SOLA HRP 96 — FLEHRZEBUR ( ZBAES: 60309=001 ). 124
FREH B -ZEFERFAEN ( SPE-LC/MS )

{EF10mg 1mL SOLA SCX BEARZEEUNTE ( ZRES: 60109=002 ). ..o oo 125
/MR 1M 2% 0GR A R P & A P RN L SR04 ( SPE- HPLC)

fEA10mg TmL SOLA SCXEHBEEBUAE ( BBMES: 601097002 ) ........oooooooooeoeeeeeeeeeeeeeeeeeeseseeeseesssesssseseeseseseeseseeeeeeeeeeeeene 126
M3z e REERNEN ( SPE-HPLC)

fEA10mg 1mL SOLA SCXEMBZEERUAE ( BRFS: 60109-002 ) ... 128
1 3% R ¥R N HEER K26 B -2 MBMEER A9 ( SLE-LC/MS )

{EF200mg 3mL HyperSep SLEEMEZEEUE ( ZR14-5: 60109-200-8=7 ) 128

132 #25-0OH Vit D2F125-0H Vit D3I ( SPE- LC/MS )
fFF10mg 2mL SOLA HRP 96FL EAEZEEAR ( ZRIES: 60309=001 ) .ooo oo 129

m¥EhEISHFHEN ( SPE- LC/MS)
fEF10mg 2mL SOLA SCX 96FLEARZERUR ( #BAES: 60309-002 ) . oo oo 130



I3 h R RN ( SPE- LC/MS )

fEA10mg 1mL SOLA HRPEIFBZEEAE (RS : 60109=0071 ) ..o oo 131
IR A T & TR ( SPE- LC/MS )
{£A10mg 2mL SOLA HRP 96FL EABZEEAR ( ZREES: 60309001 ). oo, 132
M3z hSSEEFS BN ( SPE- LC/MS)
{EF10mg 1mL SOLA SCXEABZERUAE (#R4ES: 60109-002 ). o oo e 134
MR HPNKFEEN ( SPE-LC/MS )
fFF10mg 1mL SOLA HRPEIABZEEUAE ( ER-S 1 60109007 ). ooovooe oo 135
MR ZEEE T EZ BRI ( SLE-LC/MS )
f# F3500mg 3mL HyperSep SLEEMBZERAE ( ZBES: 60109-500=3=7 ).\ oo 136

MmiEHEZEREN ( SPE- HPLC)

f#F10mg 1mL SOLA HRPEIABZEEUAE ( BRS: 60109007 ) ... oo 137
ER S EEZENKEN ( SPE-LC/MS )
fF10mg 2mL SOLA HRPEIMEZEEAR ( R4S : 60309007 ).\, 138

EEFNA

PR HI6- Z B HE

{#£A200mg 10mL HyperSep Verify—CX BEABZERURE (ZBEES : 60108=742) ..o oo 139
MmiESR MR FHFE _—REEEEGY

{3 F1200mg 10mL HyperSep Verify—CX EMBZEEAE (R4S : 60108=742) .. oo 139

FREFHZIEMA, SMEBRESHFIHITGC HGC/MS HILTH

{£F200mg 10mL HyperSep Verify—CX BEABZERAE (BBIFS: 60108=742) ...\ 140
£MmPHE-REEREGY

{# F500mg 6mL HyperSep Diol BEFEZEEAE (BBFS: 60108=575) ... oo, 140
RiRPEREEBERGC 5{GC/MS FHIAn 1T

{# F8200mg 10mL HyperSep Verify—CX BEABZEEFE (BBES: 60108=742). ..o oo, 141
I % 0 BR i R B3R 25 /1L K 25

{#A60mg 3mL HyperSep Retain—CX EIABZEBUAE (ZB15: 60107=303) .. ... ooooeooeooeeeeoeeeeoeeeeeeeeeeeeeeeeee e 142
PR AR A HEFN EL A 18 7= 0 946 M (SPE-HPLC)

{# A30mg 1mL HyperSep Retain— CX EMEZEBURE (ZRHES: 60107 =3801) .. oooooooeoooeeeeeoeeeeeeeeeeeeeeee e, 142

I 7% 70 BR 7 R B LA BR 24/ L 25 B LC/MS/MS BIA 53 4

{£F200mg 10mL HyperSep Verify—CX BEAEZERUAE (BRFS: 60108=742) ...\ oo, 143
R B ZBAIGC HGC/MS HiAnHT

{£F200mg 10mL HyperSep Verify—CX BEAEZERAE (FREES: 60108=742) 144
RBEPHE _REE LKLY

{$£A200mg 10mL HyperSep Verify—CX BEIAEZERAE (ZBIFS: 60108=742).. .. i 145
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HyperSep Retain PEP/SOLA HRP
: HyperSep C18
. 550  750m?/g
. 40  60pm
‘ 55 90A . 470 530m%/g
° 40  60um
C18 (35 )
. HyperSep C8
. C18
. . 470  530m?/g
. 40  60pm
HyperSep Retain-CX/SOLA SCX ©  60A
. 550  750m?/g
J 40  60pm C8 c18
. 55  9O0A
HyperSep Phenyl
. 470  530m°/g
. 40  60pm
HyperSep Retain-AX/SOLA SAX . 60A
Phenyl
. 550  750m°/g
° 40 60um
. 55  9O0A
HyperSep Hypercarb
*100%
pH
SPE




o - HyperSep SAX
HyperSep Silica . 470  530m*/g
° 40  60um
. 530m?/g . 60A
. 40  60pm SAX
. 60A
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. 60A
. 289m°/g SCX
. 40  60um
. 60A
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AOAC EPA
(PCB) o
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. 470  530m/g
. 40  60um HyperSep Verify-CX
. 60A
Cyano . 470  530m?/g
° 40  60um
. 60A
Verify-CX
HyperSep Diol c8
. 470 530m°/g
. 40  60um
° 60A HyperSep Verify-AX
- . 470 530m°/g
HyperSep Aminopropyl . 40 60pm
470  530m°/ . 50
R Verify-AX
o 40  60um cs
. 60A
THC
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HyperSep Retain PEP HyperSep Retain PEP /

30mg 1mL SPE —— T
60107-201 o Raee
—N— LMERS
1. TmL TmL o rrem
2. 1mL500ng/mL o
3' o% —— ERE
/100% 90% 10% 10%
4. 0.5mL 100% 4 5 2 % % & % 8 § 8 8 H8 BE E3 I8
# 25 L8 LE L
30% /70% 1.5mL
500uL
HyperSep lietain-CX HyperSep lietain-CX /
30mg 1TmL
——
60107-301 —— mEe
MERE
1. 1mL 0.1% 1mL 0.1% M mmERS
—8— ERRE
—— RURE
2. TmL 0.1% - :zﬁ:
500ng/mL f:z*
3. 1mL 0.1% 1 REEE
4, 1mL 0.1% 2
5. 5% / | : ; -
b o® ¥ ¥ 0% ¥ ¥ %z s
20% /80% 80% /20% # % ¥ § ¥ ¥ g 4 g: s
6. 0.5mL5% 4 e
50% 5% /50%
5% 1.5mL 500uL
HyperSep Phenyl HyperSep Phenyl /
100mg 1mL
60108-386
1. TmL TmL
2. 500ng/mL 1mL
3. 10% 90%
4. 0.5mL 100% 4
20% /80% 1.5 mL
500uL
[ ]
L]
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H
pH
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/
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SLE
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B_

200mg 3mL HyperSep Retain-CX (

SPE-LC/MS

60107-304)

2g 0.01g

50mL

LC/MS

Hypersil Gold  5pm  2.1><150mm

0.2mol/L pH5.2 10mL B-
/ 40uL 3min
25005-152130
37 16h
) A: 5mM B:
3min
10min 1mol/L 1mL
10min 50mL 1
Time(min) A(%) B(%)
3mL 3mL  3mL 0.5mol/L 0 90 10
0.5 90 10
5 10 90
10 10 90
10.1 90 10
12 90 10
3mL 3mL
3mL 5% 10uL
250ul/min
MS
ESI
SRM
4500V
350
1. LC/MS/MS
37:0.00-10.01 SM:7B RT:0.00-10.01 SM:7B 2. LOQ
RT:6.64 RT:6.64
100 Clorprenaline AA:430362 100 Propranolol AA:430362
oj 0
RT:4.44
100 Cimaterol RT:4.44 100 Clenbuterol AA:355888
AA:355888 6.40 659 7.
g Oi — RM/EBW g ° A RT:8.44 0.1hg/kg
§100 Turbulerol AR:217065 §1OO Penbuterol AA:1205884 0.5 pg/kg
i s
> 0 > 0
5 RT:6.98 s RT:6.31 120%
E1OO Tulobuterol AA:1098512 I1OO Rackdopamine AA:359609
0 oj A
RT:4.82 RT:5.60
100 - Sulbutamol AA:974241 100 Fenoterol AA:113419
30.24 2.13 3.1 3.18 5.87 7.70 8.52 9.75
0\\\\\\\\\\x\\\\\\\\\\ 0\\\\\\\\\\\x\\\\\\\\\
0 2 4 6 8 14 0 2 4 6 8 10
Time (min) Time (min)
2.B3- LC/MS/MS 1ng/mL

75-



60mg 3mL HyperSep Retain-AX

SPE-LC/MS

( 60107-403)

LC/MS
59 50mL 10mL
1min 10min - 5000r/min Hypersil Gold  5um  2.1><150mm
15mL
imL 50
3mL 0.1mol/L NaOH pH=11.0 5min 50001/ ~ 29005-152130
min
0.1% A B
3mL 3mL
1.
Time(min) A(%) B(%)
0 70 30
3ml 5% 5 70 30
8 10 90
3mL 5% 12 10 90
12.1 70 30
14 70 30
10uL
250uL/min
MS
1. LC/MS/MS ES|
I SRM
2.0-
3. B-
4. 3500V
5.a-
6.3-
350
R1:3.00-11.00 SM:/B 2. LOQ
RT:9.23 m&z:iig;fgg-ws.og Fi—c ESI SRM
100 - AA:310319 ms2 317.000 [174.995—175.095‘
3 1 1 272.995-273.005] MS Genesis
& 804 n-formie-Ing-mL i _
% 60 (S B
S a0 a- B-
% 20—2
0 NL:3.42E4
RT:9.15 m/z=274.90-275.10 F:-c ESI SRM 0.1 ug/kg
100 5 4 AA:387431 ms2 319.000 [204.995-205.005, )
8 | 274.995-275.005,300.995-301.005] -
< 804 RT.7.44 RT:8.07 MS Genesis n-formie-Ing—-mL
£ 60 A 1a0s35 g AN24TTS2 B- o-
’ B
5 20
0 NL:1.12E4 1.0pg/kg
RT:7.93 m/z=302.90-303.10 F:-c ESI SRM 3 65—
wemapimmeras S
§ 805 AA:91986 n—formie-Ing-mL 115%
£ o] ’
<< ]
g 40*:
g 20—;
07\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\\
3 4 5 6 7 8 9 11
Time (min)
2.6 LC/MC/MS 1ng/mL




SPE-LC/MS

500mg 3mL HyperSep C18 ( 60708-304)
LC/MS
59 10% 3mL  10mL
30s 10min 4 6000r/min 10min Hypersil Gold  5pm  2.1><150mm
10mL
40
30% 5mL 25005-152130
3mL 3mL 0.1% A B
1.
2mL 30% Time(min) A(%) B(%)
0 90 10
5mL 5 10 90
12 10 90
12.1 90 10
14 90 10
10uL
250uL/min
MS
ESI
SRM
4500V
350




LC/MS/MS

100
50

100
50

100
50

Relative Abundance

100
50

100
50

100

100

100

Relative Abundance

100

100

100

Trenbolone AT:9.19
AA:171186 NL:1.52E4
E m/z=198.90-199.10 F:+c ESI sid=5.00
1 j SRM ms2 275.200[198.995-199.005,
E 252.995-253.005]MS Genesis Ing—-mL
RT:9.38
Nandrolone .
- AA.14‘1896 NL:1.22E4
E J\ m/z=108.90-199.10 F:+c ESI sid=5.00
| \\ SRM ms2 275.200[108.995-109.005,
3 ) S 256.995-257.005]MS Genesis Ing—-mL
RT:9.17
Boldenonc  An'287306 NL:2.70E4
3 |1 m/z=120.90-121.10 F:+c ESI sid=5.00
| SRM ms2 287.200[120.995-121.005,
E A 134.995-135.005]MS Genesis Ing—mL
Testosterone 22%25(?583 NL:2.84E4
] "~ m/z=97.10-97.30 F:+c ESI sid=5.00
E ‘\\ SRM ms2 289.200[97.195-97.205,
= j | 109.195-109.253,195-253.205]MS
3 A Genesis Ing—mL
: RT:9.39
Methandicnone AA306411 NL:2.79E4 .
[ m/z=120.90-121.10 F:+c ESI sid=5.00
3 | | SRM ms2 301.200[120.995-121.005,
E j\ 148.995-149.005,282.995-283.005]MS
‘ B e e T " Genesis Ing—-mL
2 4 6 8 10 12 14
Time (min)
RT:9.81 _
B AA:140671 NL:1.46E4 , .
Methyl testosterone \ m/z=97.10-97.30 F:+c ESI sid=5.00 SRM ms2
] 303.200[97.195-97.205,109.095-109.105,
- A 285.095-285.105]MS Genesis Ing—-mL
RT:10.23 )
AA:231890 NL:2.10E4 , .
9 Progesterone \ m/z=97.10-97.30 F:+c ESI sid=5.00 SRM ms2
/* 315.200[97.195-97.205,109.995-109.105,]MS
7 a Genesis Ing-mL
RT:10.39
AA:115127 NL:1.23E4 ,
B S ol f m/z=80.90-81.10 F:+c ESI sid=5.00 SRM ms2
E tanozolo A 329.200[80.995-81.005,120.995-121.005,]MS
4 A Genesis Ing—mL
RT:10.98
AA:118153 NL:1.19E4 ,
1 Nandrolone propionate m/z=256.90-257.10 Fi+c ESI sid=5.00 SRM
/\ ms2 331.100[238.995-239.005.
- . 256.995-257.005]MS Genesis Ing—-mL
RT:11.33
MA:91859 NE:9.27E3 .
: Testosterone propionate \ m/z=109.00-109.20 F:+c ESI sid=5.00 SRM
f\ ms2 345.200[97.095-97.105,109.095-109.105
3 a MS Genesis Ing—-mL
RT:12.42
] AA189204 'lFlllz‘ﬂFﬁ1 EAI%SI id—5.00 SRM ms2 407.200
] . [ +C sid-5. ms .
] Nandrolone phenylpropionate ! [105.195-105.205,257.095-257.105]MS
e e et Genesis Ing—mL
2 4 6 8 10 12
Time (min)
2.1 LC/MC/MS 1.0ng/mL
LOQ
0.1pg/kg
0.5pug/kg

50-105%




500mg 3mL HyperSep Silica (

SPE-LC/MS

60108-315)

LC/MS
2+0.05 g 50mL
15mL 3min 10min  4000rpm Hypersil Gold  5pm  2.1>150mm
50mL 0.1mol/L
NaOH 10mL 15mL
40 25005-152130
1.0mL 5mL
0.01% A B
5mL
1.
Time(min) A(%) B(%)
0 70 30
SmL 18 40 60
23 40 60
23.1 70 30
5mL 6:4  Vv/v
28 70 30
10uL
250uL/min
MS
ESI
SRM
3500V
350
1. LC/MS/MS
2. LOQ
RT: 0.00-28.02 SM: 58
7722 NL: 1.12E4
7. . isonel: m/z= 326.50-327.50 F: - ¢ ES| SRM ms2
10 - # 24 (prednisone): 403.0326.9 40§ODO@Cid20.00 [326.31 7»326.92"7‘,s
50 \ 367.165-357.175] MS ICIS 2ppb
X
0 ar ;89 NL: 1.20E4
:6. % JE#A % (prednisolone): 405.0 >329.0 miz= 328.50-329.50 F: - ¢ ES| SRM ms2
100= | = AO‘ZSTODD@CMZZ.OO [323.392»329.0025 0.1 |Jg/ L
50— f | 358.745-358.755] MS (CIS 2ppb
0 M
NL: 3.99E4
100 RT:7.20 S4L AT 9 #4 (hydrocortisone): 407.1 >331.1 miz= 330.50-331.50 F: - ¢ ESI SRM ms2 0.2
- [ 407.100@cid16.00 [331.113-331.123, :
50 | 361.075-361.085] MS ICIS 2ppb /K
g o 03¢ 233 395504 666 | 817 976 1073 1304 1406 1523 1694 19.39 2069 2235 24.85 27.76 H9/Kg
NL: 8.95E3
5 100 RT:1245 F 35 3% JE 2 (methylprednisolone): 419.0 >342.9 miz= 342.40-343.40 F: - ¢ ESI SRM ms2
5 \ 419.000@cid19.00 [342.876-342.386,
250 1 373.088-373.098] MS ICIS 2ppb 02|Jg/ L
% 0- 1341 NL: 9.23E3
2 RT: 134 " ! - . E
& 100 38 K44 (dexamethasone): 437.0 >361.0 b RT:14.44 &1ty K #2 (betamethasone): 437.0 >361.0 4'";27 ‘1%%5&31210%0[;61 gff‘sgmsfgé 0. ng /kg
50 | 391.501-391.511] MS ICIS 2ppb
0 e NL: 3,823
ey ! RT:17.95 m/z= 406.40-407.40 F: - ¢ ES| SRM ms2
100 #&SUK 4 (beclomethasone): 453.0 >406.9 i ARy g 0.2ug/L
50 146 152 \ 406.870-406.880] MS ICIS 2ppb
1% 260 428 627 7.10 918 9.92 1165 12.99 14.07 1507 1743 / | 1926 1994 2250 2498 2572 2697
0 B NL: 7.67E3
100 50T {4 (fudrocortisone): 467.1 >420.8 RT:25.33 m/z= 420.20-421.20 F: - ¢ ESI SRM ms2 O5|Jg/kg
- | 467.100@cid26.00 [349.184-349.194,
50 | 420.769-420.779] NS (CIS 2ppb 3
o 139 159 406 509 691 7.71 859 10.75 12561 1483 1614 1804 2066 21.54 2334 | 2570 :
™ T i i o B e e T T T T T
0 2 4 6 8 10 12 14 16 18 20 2 2% 2 2
Time (min)
2 LC/MC
60-

110%



SPE-LC/MS

200mg 6mL HyperSep Retain-PEP ( 60107-212)
LC/MS
59
13
50mL 100l Tpg/mL=C- Hypersil Gold  5um  2.1><150mm
20g 20mL 25g
3000r/min 10 25005-152130
10mL 30s 10mL
100mL A: B:0.1% 2mM
10mL 1 40
0.5mL 4mL 1
(min) 0 1 7 9 12 |12.112.3|14.8| 15
A 10 |10 | 8 | 70 | 70 | 10 | 10 | 10 | 10
emL emL
B 90 | 90 | 65 | 30 | 30 | 90 | 90 | 90 | 90
(ML/min) | 250 | 250 | 250 | 250 | 250 | 250 | 300 | 300 | 250
. 10uL
2mL 5min H
. 250uL/min
emL emL 1~2mL/min H
MS
ESI
SRM
4500V
1. LC/MS/MS 350
RT: 0.00 - 15.01
RT: 2.62 NL: 1.48E3
100 AA: 4273 Tkl Base Peak m/z= 91.50-92.50 F: + ¢ ESI SRM ms2
173.020 [91.999-92.001, 108.099-108.101,
50 J ' 155.910-155.912] MS ICIS SF-080804-002
l | I )
g 0 © RT:505 ‘ . NL: 3.70E4
< 100 AA: 356908 T Base Peak m/z= 155.50-156.50 F: + ¢ ES| SRM ms2
5 r 215.000 [92.120-92.122, 108.025-108.027,
2 50 | 155.985-155.987] MS ICIS SF-080804-002
g . |
5 RT:7.22 NL: 1.32E5
& 100 AA: 1140697 fififidntt i Base Peak m/z= 155.50-156.50 F: + ¢ ESI SRM ms2
| 249.960 [92.098-92.100, 155.926-155.928,
50 183.849-183.851] MS ICIS SF-080804-002
B 1
0 RT:6.27 NL: 1.10E5
100 AA: 1131516 Tk g Base Peak m/z= 155.50-156.50 F: + ¢ ESI SRM ms2
| 250.960 [92.121-92.123, 108.060-108.062,
50 [‘ 155.930-155.932] MS ICIS SF-080804-002
] L
0 R ‘r T T
0 2 4 6 8 1 14
Time (min)
RT: 0.00 - 15.01
RT: 9.91 NL: 1.38E5
: ; Base Peak m/z= 155.50-156.50 F: + c ESI SRM ms2
100 AABB7555 BRI : 2?335(??92'.’1‘03-92.105,103.080-1008.032, ™
1 | 155.934-155.936] MS  (CIS SF-080804-002
50 ‘
3 ° RT:6.94 i NL: 1.20E5
c : E B Peak m/z= 155.50-156.50 F: + c ESISRM ms2
100 AN 10\04809 TR 253224(??92%98-92.100,108.056-10;.058, e
S | 155.937-155.939] MS  (CIS SF-080804-002
K
< 50 ‘
® 1
2 9 )
§ " :I: 197'31;3209 g;ﬁiﬁii miz= 161.40-162.40 F: + c ESI SRM ms2
il o : =161.40-162.40 F: 2
100 13CE-H T ke ) 260.000 [98.074-98.076, 114.048-114.050,
‘ 161.952-161.954] MS ICIS SF-080804-002
50 “
0 RT: 7.74 - NL: 1.21E5
T ! Base Peak m/z= 155.50-156 50 F: + ¢ ESI SRM ms2
100 Tl A A 10\27632 222265?92’2210-92.122,155.881-15?5.883, "
] | 171.901-171.903] MS  (CIS SF-080804-002
50 |
1
0 T PR | T
0 2 4 6 8 10 12 14

Time (min)




RT:0.00-15.01

RT:10.16
100 Y- qmi= R = e Y AA:1236883
50
0 RT:9.02
T FR e AA:1066044
100
50
o
RT:8.99
100 hRR — RELE AA:857786
50
% B SRR ER(RT8.83 min) RT:9.43
100 B FEIEIE(RT9.43 min) AA:2002316

RERR-6- FREMEIE(RT 10.08 min)
50

NL:2.22E5

Base Peak m/z=155.50-156.50 F:+c ESISRM ms2
267.970[108.052-108.054,113.049-113.051,
155.927-155.929] MS ICIS SF-080804-002

NL:1.39E5

Base Peak m/z=155.50-156.50 F:+c ESISRM ms2
267.970[108.052-108.054,113.049-113.051,
155.927-155.929] MS ICIS SF-080804-002

NL:8.73E4

Base Peak m/z=155.50-156.50 F:+c ESISRM ms2
278.990[124.065-124.067,155.896-155.898,
185.889-185.891] MS ICIS SF-080804-002

NL:2.73E4

Base Peak m/z=155.50-156.50 F:+c ESISRM ms2
280.971[92.094-92.096,108.015-108.017,
155.944-155.946] MS ICIS SF-080804-002

0 T L e T 1
0 2 4 6 10 12 14
Time (min)
RT:0.00-15.01
RT:9.80 NL:1.94E5
RSB AA:1202174 TIC F:+c ESISRM ms2 285.000[92.096-92.098,
100 RSB R 107.990-107.992,155.869-155.871] MS ICIS
SF-080804-002
50
0 RT:10.14 NL:7.03E5
o AT — R : AA:4155576 Base Peak m/z=155.50-156.50 F:+c ESISRM ms2
100 ﬁﬁﬂtvﬁ_ﬁiﬂzﬂiﬁ(RT 10.14 mln) 310.900[92.095-92.097,108.016-108.018,
7 155.832-155.834] MS ICIS SF-080804-002
50 ﬁ
(s .
RT:10.14 NL:7.16E5
% 8] — 171 . i AA:4160766 Base Peak m/z=155.40-156.40 F:+c ESISRM ms2
100 HRk[E] — FSUIEDE(RT 10.82 min) 311.000[92.074-92.076,108.004-108.0086,
4 155.915-155.917] MS ICIS SF-080804-002
50 ﬁ
0 N .
RT:10.60 NL:1.02E4
A B S H W AA:557492 Base Peak m/z=155.50-156.50 F:+c ESISRM ms2
100 iR H: B 314.900[155.933-155.935,157.954-157.956,
159.751-159.7563] MS ICIS SF-080804-002
50
0 T T T T T I 1
0 2 4 6 10 12 14
Time (min)
1.17 2ug/kg LC/MC/MS
2pg/kg

50%-114%



SPE-HPLC

200mg 3mL HyperSep Retain PEP ( 60107-204)
LC/MS
5.00g 25mL Mcllvaine
2mL50% 6000rpmin Hypersil Gold C18  5um  4.6>150mm
10min 20mL
pH 4.5
25005-154630
3mL 3mL
0.1% A B
10 10-40%B
aml 5% 1.5mL/min
aml uv@350nm
25
10pL
HPLC
200
4
5
150
3
100
50
: M
H250-089
o 1 5 a4 s & 7 & a i
Q) @ &) @) ®)




SPE-HPLC,LC/MS

200mg 6mL HyperSep Retain-AX ( 60107-412)
LC/MS
29 30mL 50mM
pH7.4 Thermo Scientific Hypersil GOLD 2.1>50 mm  3um
6mL 6mL 5M NaOH emL 25003-052130
SmL - 1-2mbL/min A 05% B/ 0.5% 11 VNV
6mL5% imL 20uL
6mL 4% 0.4mL 300pL/min
HPLC MS
ESI
Hypersil Gold aQ 5pm  150>=4.6mm SRM
25305-154630 3000V
A 10mMMKHPO, pH3 B 350
20%A~35%A 0~30min
1mL/min
uv@280nm
35
5ul
HPLC
1200
1000 T
800
600 1
400
200
H253-014
0 LU R | T B AR LA ALY LALLY LAL) RLRL LLLLY LLLL RLALY LU LALL) RLAR LLRA! LALLE LLAL) LA LLLR! LR L LA
0 2 4 10 12 14 16 18 20 22 24 26 28 3C
Mintites
1. 2. . 4,




- 10.23 9.80
E 1000000 ]
50000000 1
E L ] Vo
0 0
127 1047 9.69
50000000 | 4
E 2000000 |
] o ] I
0 0
10.47
B 9.27 ; 9.83
50000000 1000000 ]
1 L ] 11
0 0
9.52
E 737 /L 11 E
E E o
0 0
9.28
4 670 i
E [ ]
5000000 | ‘J \‘ 500000 E
E I ]
il )\ ' u - 1 i
0 - 0
'
151 151
1000000 500000
o 1] o o
9.28 10.04
|
| |
1000000 \ 1000000 ‘w‘
o o
n
9.64 10.09
2000000 2000000
1000000
.
0 L B s s B B s B 0+ L L e B B B Bt B O B B B
0 8 10 12 14 0 2 4 6 8 10 12 14
Timelmin) Time(min)
SRM 20ug/kg
60-110 %




200mg 3mL HyperSep Retain-CX

( 60107-304)

LC/MS
2.0g 8mL 10mmol/L KH,PO,
0.4mmol/LEDTA 2% ) 10,000 Hypersil Gold aQ 5pm 100><2.1 mm
rpm 10min 1
10,000rpm 10min
25305-102130
3mL 3mL
0.1%HFBA /0.1%HFBA 52:48
1-2mL/min
20uL
5mL
200uL/min
M
5mL 5% S
ESI
SRM
4500V
350
LC/MS
2 m/z=
100E 100’; 56{1.8—582,8+
599.8-600.8+
] E 613.8-614.8
804 80E
g 604 ;é 604
407 407
20 207
07\\\\\\\\HHHHHHHHHHHHHHHHHHHHHH
0 1‘ ‘2 :‘% A‘l ‘5 ‘6 ‘7 ‘8 é 1‘0 1‘1 1‘2 1‘3 OO.(\)\\\\\\\\‘ITO\\\\\\\\\ZE\\\\\\\\\3\.0\\\\T\\\\‘do\\‘[\\\\\\‘s‘\c
Time (min) Time (min)
M Cla (2 c2




SPE-LC/MS

200mg 3mL HyperSep Retain PEP ( 60107-204)
LC/MS
49 8mL 2min  4000rpm
Smin smL Hypersil GDLD™ 50 mm>2.1 mm  1.9um
4mL 1min  4000rpm
3min

1mL 50:50 /

3mL 3mL
1-2mL/min
3mL 30%
3mL
1. 0.050pg/kg
RT:0.00-3.00 NL:2.74E2
w 321>152
50 é
0 NL:2.79E2
321 > 257
§100’
250 |
20 NL:8.25E1
W 321>194
5 |
0 - NL:5.88E2
326> 157(19)
50 é
0~y
’ Timeimin)
2.L0Q Loa

25002-052130

A: B:
(min) A%
0.0-0.6 5%
2.3 100%
2.35-3.0 5%
20uL
500uL/min
MS
ESI
SRM
3000V
300
RT:0.01-3.00
2159170 NL:2.74E2
. 321>152 i
50 é
o a2 NL:2.79E2
321 > 257 o
gso -
g 0 ATl NL:8.25E1
w321 >194 AT s
0 /i NL:5.88E2
RT:2.10
o 326 > 157(|S) AR 1649
- SNj389
50 -
0 E UL LAl L T
0.0 05 1.0 T‘me1(5mi”) 20 25 30
0.050ug/kg

94%-104%




SPE-LC/MS

200mg 3mL HyperSep C18 ( 60108-303)
LC/MS
59 5% 5mL  0.17mol/L 5mL
S0mL 5000rpm 10min BioBasic AX 5pm 150>2.1mm
3mL 3mL 73105-152130
1-2mL/min A:10mM B: 10%B
3mL 20pL
6mL 20% 200uL/min
MS
ESI
3000V
300
1, LC/MS/MS
e
1 2 3 4 5 6 7 8 é Tme“gm) 11 12 13 14 15
(1) @) @) @ G




SPE-HPLC

200mg 3mL HyperSep C18 ( 60108-303)

LC/MS

59 20mL 2min  10000rpm

5min 20mL
5mL 20%

3mL 3mL
1-2mL/min

3mL

22 mL

1. HPLC

00 05 10 15 20 25 30 35 40 45 50 55 6.0 65 7.0

Minutes

Hypersil GOLD™ 150><4.6mm  5um
25005-154630

A:0.1% B: +0.1% 35:65
20uL

1mL/min

uv

235nm

25

95%-99%




SPE-HPLC

60mg 3mL HyperSep Retain PEP ( 60107-203)
LC/MS
15mL 25mL Mcllvaine 5
8000rpm 10min Hypersil Gold  5pm  4.6><150mm
3mL 3mL 25005-154630
0.1% A B
10 10-40%B
3amL 5%
1.5mL/min
3mL
uv@350nm
25
10pL
HPLC

200

150

100

50

H250-089




SPE-LC/MS

200mg 3mL HyperSep C18 ( 60108-303)
LC/MS
5mL 5% 5mL  0.17mol/L 5mL
S0mL 5000rpm 10min BioBasic AX 5pm 120>2.1mm
3mL 3mL 73105-152130
1-2mL/min A: 10mM B: 10%B
3mL 20uL
6mL 20% 200uL/min
MS
ESI
3000V
300
LC/MS/MS
RT:0.00-20.00 SM:38
i
’ 1 2 3 4 5 6 7 E‘Z Wm;gmn) 12 13 14 15
(1) @) @) (4)




60mg 3mL HyperSep Retain PEP ( 60107-203)

LC/MS
0.5g d5-CAP 0.3 ppb
TmL 1min 14000rpm 10min Hypersil GOLD™ 50 mm>2.1 mm  1.9um
2mL 30%
25002-052130
3mL 3mL
. A B:
1-2mL/min (min) A%
0.0-0.6 5%
(o)
8ml30% 2.3 100%
2.35-3.0 5%
2mL
20uL
500uL/min
MS
ESI
SRM
3000V
1. 0.050ug/kg
300
RT:0.00-3.00 NL:2.74E2 RT:0.01-3.00 2139170 NL:2.74E2
W 321>152 . 321>152 e
50 50 |
0 - NL:2.79E2 ol “Hrato NL:2.79E2
321 > 257 321 > 257 v
§100 §1007 SN:284
§50 550
5 N U £
g0 NL:8.25E1 go AT2.41 NL:8.25E1
AA:189
100 321 > 194 10 321> 194 Arizads
50 50 |
0 /o NL:5.88E2 0 R A NL:5.88E2
RT:2.10 oy
326 > 157(IS) s 326 > 157(IS) e
100 7 SN;AGQ 100 SN:389
50 | 1 50
0 0
0.050pg/kg
2.L.0Q LOQ  0.050ug/kg o Within-laboratory Reproducibility
CAP Spiking Level
3. 94%-104% n=20
(Hg/kg) Vom0 -
eam(%) SD(ug/kg) %RSD
0.05 97% 0.0065 14%
0.15 101% 0.020 13%
0.30 104% 0.037 11%
0.50 94% 0.042 8.0%
@ Table 3: Recovery and Reproducibility Data




60mg 3mL HyperSep Retain PEP ( 60107-203)
15mL 1>=<5mL 1 2mL/min
1>=<2mL 5mL
1><1mL
4,000rpm <40
HyperSep Retain PEP 1,000uL
1><5mL 5uL LC/MS
1><5mL
HPLC
1 2ml/min Hypersil GOLD 5pm  100><2.1mm 25005-102130
1><10mL
50mg 1mL HyperSep Hypercarb ( 60106-303)
LC/MS
1g 12mL 50%
2min 4000rpm 10min SmL BioBasic™ AX 2.1><150mm  5pm
pH=3
73105-152130
3mL 3mL
_ 0-5min - -50mM 85:10:5
1-2ml/min 5min-10min =~ 9:1  /
20uL
sml 400uL/min
MS
ESI
SRM
3000V
350
LC/MS/MS

4.30

334 354 374 475

429

3.35 4.08 /\4.55

0 T P T [T e e
0 1 2 3 4
Time (min)

100 i )
Cyanuric Acid
50
0

10 Cyanuric Acid 3C;

50




SPE-LC/MS

60mg 3mL HyperSep Retain-CX ( 60107-303)
LC/MS
59 /10mL 1% 50mL
2mL 2% 20min Syncronis HILIC  5pm 2.1><100mm
SmL 3mL 97505-102130
6mL  2mL/min A B:10mM / pH=3 85:15
3mL 3mL 5min 10uL
5mL 5% 1-2mL/min imL 250uL/min
MS
ESI
MRM
3500V
350
LC/MS/MS
I L L L L L L L L L L
1 2 3 4 5

Time (min)




60mg 3mL HyperSep Retain-CX

SPE-LC/MS
( 60107-303)

19 2mL

2min  3000rpm 2min
3mL 3mL
6mL  2mL/min
3mL 3mL 5min
5mL 5% 1-2mL/min

LC/MS/MS

5mL1%

1mL

RT: 3.23

3

Time (min)

LC/MS

Syncranis HILIC  5um  2.1><100mm

97505-102130

A: B:10mM / pH=3 85:15
10uL
250uL/min
MS
ESI
MRM
3500V
350




SPE-HPLC,GC/MS

1g 6mL HyperSep Silica ( 60108-426)

2.59
30s

5min  4000r/min

30min-40min
40

6mL

2mL

10mL

PAH HPLC

10mL

5min

2mL

6mL

4mL

2:3

40

6:4

HPLC

Hypersil Green PAH 3um  100>=<4.6mm

31103-104630

A: 99:1 : B: 99:1
50:50-5min 50:50-25min 0:100

2mL/min
10uL
uv

254nm

20

11
10

13

12

15 16. Indeno [1,2.3-cd] pyrene

Solutes

1. Napththalene

2 Acenaphthylene

3. Acenaphthene

4, Auorene

5. Phenanthrene

6. Anthracene

7. Huoranthene

8. Pyrene

9, Benz[a] anthracene

10. Chrysene

11. Benzo[b] fluoranthene
12. Benzo[k] fluoranthene
13. Benzo[a] pyrene

14. Dibenz{a h] anthracene
15. Benzo [g,h,i] perylene

BT

(ah)
(ghi)
(1,2,3-cd)

e e e GO IC IS
oo pleoidogtubz

16

10

20




GC/MS

TraceGOLD TG-5SIIMS 30m>0.25mm>0.25um
TG-17SiIMS 30m>0.25mm>0.25um

26096-1420 26072-1420

90 1min 25  /min
280 4 /min 320/min 2min
TraceGOLD TG-5SiIMS
90 1 min 30 /min
250 4 /min 330 5min
TraceGOLD TG-17Si1 MS
1.2mL/min
Tyl
250
Tmin 30mL/min
MS
1. 100ppb 18 TIC
s.lg
100+ 1 NI 1004 '
904
90+ 112
801 2 ‘ / i | 1 4 »
704 b 1 701 B
601 o i 8
*® s T
# 50 3 507
= 104 4 " 404 .ID /
304 304
201 | 1 ';n 4‘5 18,17 207 J ‘i"'s 1§ "7 18
o 1] 104 1 I
7 J J Ln I J'— ol — N ! ,
0 5\ 1‘u W;:(mn) 2‘0 1}\5 4 6 8 a«ﬂa](m::) 12 14 16
1. TG-17SiIMS 30m>0.25mm>0.25um 2. 5SiIMS 30m>=0.25mm>0.25um
10pg/mL18 TIC 10pg/mL18 PAH
TIC
(@) (b) @) (k) (@) (€ (1,2,3-cd)

(1,2,3-cd) (g,h,i)




QueChERS (

SPE-GC/MS,LC/MS

60105-341 60105-204)

1.
5.0g
25mL

10mL 6g MgSO, 1.5g Thermo
QueChERS PN:60105-341 1min  4000r/min

2min 40
5mL
2.

5.0g 50mL
5mL

15mL 6g MgSO, 1.5g Thermo
QueChERS PN:60105-341 1min  4000r/min

2min 40
5mL 50mg PSA 50mg C18 150mg MgSO,

Thermo QueChERS clean-up PN:60105-204
Tmin  4000r/min 2min

1, 25ppb 16

GC/MS

TG-5MS 30m>=0.25mm>0.25um

26098-1420

60 Tmin 15
Tmin 5 /min

/min

230 280

4min
1mL/min
10pL
250
50mL/min

0.8min

MS

DIBP 12,00

DBP
ey 1269

PP
14.33

Relative Abundance

DCHP. onor NP
1870 2108 2356

diphenyl phihalate
1922

T T T T T T T I T T T LT T T T T T I 7 7]
15 19 20 21 22 23 24

RT:850-24.00 SM:7G
| 018

EAN LB THRRET. HaMREBNREIEAEREAINEHE




LC/MS

Thermo AccuCore RP-MS 2.6m 100mm>=<2.1mm

17126-102130

A:
B:

(min) A: B:

0 60% 40%
12 0 100%
15 0 100%

0.3mL/min

3ul

MS
ESI
SRM

3700V

350

1.22

4000000,
3800000% DBEP DEHP
3600000 DHF

3200000-]

3000000-]

2800000 DEEP ‘

2600000 \‘

2400000 \ ‘

2200000 (

2000000 ‘ DPP(blue)

1800000 DCHP BMPP ‘

16000007 | BBP DHXP

1600000; I ‘

1400000 ‘\

1200000 | DPrP ‘

1000000~ “ l}ﬁ DPHP DIPP DNOP
800000 DAP

600000; DMEP DE D”:ﬁr‘ ‘ DI FIE)IDP
4000007

DBP
200000 DMP ‘ h
’ E s “ ﬁ L W’IV’V\/‘—L_/W\/W

0 2 4 6 8 10 12 14

2. 80-120%




200mg 3mL HyperSep Retain-CX ( 60107-304)

1 bBg 10  25mL / 50:50 1><2mL  5%NH,OH
5 1><3mL  5%NH,OH
1 2mbU/min
5mL
1mL 100mM  HCI 40
TmL
5

Syncronis HILIC  5um  2.1><100mm

2mL 97505-102130
5
A: B:10mM / pH=3 85:15
SPE 10pL
HyperSep Retain-CX
1><3mL 250uL/min
1><3mL MS
ESI
3
MRM
1 2mbL/min 3500V
1>=<3mL 100mM 350
1><1mL
10 5 )
LC/MS/MS

Time (min)




LC/MS/MS

200mg 6mL HyperSep Verify-CX ( 60108-722)
200mg 6mL HyperSep Retain-AX ( 60107-412)
1 5g 10 25mL CH,CN/ 50:50 40
5
1,000pL  CH,CN
5mL *
1mL 100mM  HCI 5uL LC/MS
1mL CH.Cl, HyperSep Retain-AX
5 pH Y
HyperSep Retain-AX
1><3mL CH;OH
2mL CH,Cl, 1>=3mL
5
S
SPE
HyperSep Verify CX PH 7 1 2mUmin
1><3mL CH.OH HyperSep Retain -AX
1><3mL 1><3ml
1> 1mLCH,OH
3
1 2mb/min 1>3mL CH,OH 1% HCI
HyperSep Retain-AX 1>2mL CH,OH 1% HCI
1 2mU/min
HyperSep Verify-CX
1>1mL 40
HyperSep Retain-AX
HyperSep Retain-AX 100pL
1>=<3mL100mM  HCI *
1><1mL CH,OH 5 LC/MS
10 5
MRM
127.1/85.1
12mL 5% NH,OH  CH,OH 2.4 & ’ 127.1/67.0
1=<3mL 5% NH,OH CH,OH 127.8/84.9
1 2mb/min 1022)4 200/1L§%(\//W(aq)NH4OH PH
HPLC
Hypersil GOLD HILIC 3um  150>=2.1mm 26503-152130
©




SPE-LC/MS

29

10min

15mL

3mL

1

5min

3mL

OomL

1-2mL/min

3mL

3mL1%

1.

HyperSep Retain CX

1ng/mL

3
3mL

Intentisy

Intentisy

75— 58
Area=1

Acrylamide

15877

200mg 3mL HyperSep Retain PEP ( 60107-204)
60mg 3mL HyperSep Retain-CX ( 60707-303)
LC/MS
20min  4000rpm
SmL Thermo Scientific Hypercarb 2.1><50mm  5um
5mL
40
SPE 35005-052130
HyperSep Retain PEP 10uL
400ul/min
MS
ESI
SRM
1mL
3500V
375
LC/MS 2. 19 10%
200 500 800ng
3
93.2%~ 97.4% RSD 10%
3.
Cereal 1 Cereal 2 Fc"‘:‘ti:t? z‘:lti:tg

Injection 1 17.17ng/mL  55.93ng/mL  57.11ng/mL  29.18ng/mL
AT 2.91 Injection 2 17.00ng/mL  56.18ng/mL  56.52ng/mL  29.14ng/mL
d3-Acrylamide Mean 17.09ng/mL  56.06ng/mL  56.82ng/mL  29.16ng/mL
75 — 58 Extraction Vol. 20.0mL 20.0mL 20.0 mL 20.0mL
Area = 5541493 Mass Sample  2.003g 2.007g 2.021 1.995
Acrylamide Conc  171ng/g 559ng/g 562ng/g 292ng/g

T T
2.0 25 30 35

Time (min)

T T
15

Table 2: Results of acrylamide assay from food samples




SPE-LC/MS

200mg 3mL HyperSep Retain-AX ( 60107-404)
LC/MS
29 20mL 5%
Thermo Scientific Hypersil GOLD 2.1><50 mm  3um
emL 6mL 5M NaOH 6mL 25003-052130
SmL 1-2mL/min A 05% B/ 0.5% 11 VN
3mL 5% 3mL 20uL
3mL 4% 0.4mL 300pL/min
MS
ESI
SRM
60-110% 3000V
350
500mg 6mL HyperSep C18 ( 60108-305)
LC/MS
59 25mL
Hypersil Gold  5pum  2.1><150mm
6mL 6mL
25005-152130
1-2mL/min /0.1% =75:25
6mL 10uL
6L 250uL/min
MS
APCI
imL LC/MS/MS
HPLC
1004L N- ) 11 Hypersil GDLD™ 150mm>=4.6mm  5pm
30s, 150uL - 1:1
30s 750uL 15min 95005-154630
HPLC )
/  =92:8
20uL
TmL/min
365nm 475nm
25 @




SPE-LC/MS

200mg 6mL HyperSep Retain-PEP ( 60107-212)
LC/MS
5g 15mL 20mL
100mL Hypersil Gold  5pm  2.1><150mm
20mL 1 40
0.5mL 4mL
25005-152130
emL emL
A: B:0.1% 2mM
1.
emL 5min (min) 1 7 9 12 | 121123148 15
A 10 [ 10 | 8 | 70 | 70 | 10 | 10 | 10 | 10
L L L B 90 90 65 30 30 | 90 90 90 | 90
6m 6m 1-2mL/min
(UL/min) | 250 | 250 | 250 | 250 | 250 | 250 | 300 | 300 | 250
10uL
250uL/min
MS
ESI
SRM
4500V
350
RT: 0.00 - 15.01
RT: 2.62 NL: 1.48E3
AA: 4273 Tk Base Peak m/z= 91.50-92.50 F: + ¢ ESI SRM ms2
1. LC/MS/MS 100 173.020 [91.999-92.001, 108.099-108.101,
50 ‘ ‘ 155.910-155.912] MS ICIS SF-080804-002
| U Ll
g 0 RT: 5.05 NL: 3.70E4
S 100 AA: 356908 T IS Base Peak m/z= 155.50-156.50 F: + ¢ ESI SRM ms2
g 215.000 [92.120-92.122, 108.025-108.027,
2 5 | 155.985-155.987] MS ICIS SF-080804-002
e = 1
N }
k] RT:7.22 NL: 1.3265
€ 00 AA: 1140697 fisfiailt Base Peak miz= 155.50-156.50 F: + ¢ ESI SRM ms2
| 249,960 [92.098-92.100, 155.926-155.928,
50 | 183.849-183.851] MS ICIS SF-080804-002
|
0 RT:6.27 NL: 1.10E5
100 AA: 1131516 T e Base Peak m/z= 155.50-156.50 F: + ¢ ES| SRM ms2
) 250,960 [92.121-92.123, 108.060-108.062,
50 \ 155.930-155.932] MS ICIS SF-080804-002
0 i
0 2 4 6 8 10 12 14
Time (min)
RT: 0.00 - 15.01
RT:9.91 NL: 1.38E5
C i [ g B: Peak m/z= 155.50-156.50 F: ESISRM ms2
100 AR BBTSSS [T 258;%5:?92.1 03-92.105, 108.080-1“0‘;.082, e
155.934-155.936] MS [CIS SF-080804-002
50
|
0 L
3 RT: 6.94 NL: 1.20E5
c g q Base Peak m/z= 155.50-156.50 F: + c ESISRM ms2
S 100 AN 10104809 e 2535?340e ?92.098-924100, 108.056-10;,058, "
5 ‘ 155.937-155.939] MS ICIS SF-080804-002
o
< 50 |
o |
5 0 o
b RT:9.91 NL: 2.85E6
['4 - i fri 11 30 3 B: Peak m/z= 161.40-162.40 F: + ¢ ESISRM ms2
100 13C6-ifE ke AR 17“148209 228%05?98%5-98.076. 114.048-1 13.050, e
| 161.952-161.954] MS [CIS SF-080804-002
50 [
0 RT:7.74 N NL: 121E5
A : 1027632 Base Peak m/z= 155.50-156.50 F: + c ESI SRM ms2
100 v AN ﬂ 63 264.960 [92.120-92.122, 155 881-155.883,
1 171.901-171.903] MS ICIS SF-080804-002
50 ‘
||
o | N
0 2 4 6 8 10 12 14

Time (min)




RT:0.00-15.01

RT:10.16 NL:2.22E5
— = E [y AA:1236883 Base Peak m/z=155.50-156.50 F:+c ESISRM ms2
100 ﬁﬁﬂi_m#"’ s 267.970[108.052-108.054,113.049-113.051,
il 155.927-155.929] MS ICIS SF-080804-002
50
(O .
RT:9.02 NL:1.39E5
© — . Base Peak m/z=155.50-156.50 F:+c ESISRM ms2
[ - AA:1066044
§ 100 R = 267.970[108.052-108.054,113.049-113.051,
e 155.927-155.929] MS ICIS SF-080804-002
3 50
2 |
g 0 :
> RT:8.99 NL:8.73E4
o o — . Base Peak m/z=155.50-156.50 F:+c ESISRM ms2
— FRmEn AA:87786
100 i — e 278.990[124.065-124.067,155.896-155.898,
- 185.889-185.891] MS ICIS SF-080804-002
50
O gt pcem s T8 83 i RT:9.43 NL:2.73E4
T Bt FR IR (RTY.43 min) AA:2002316 Base Peak m/z=155.50-156.50 F:+c ESISRM ms2
100 T B-6-FR EUIEE(RT 10.08 min) 280.971[92.094-92.096,108.015-108.017,
’ 155.944-155.946] MS ICIS SF-080804-002
50 [\ /\
0 T T T T T 1 T T T T T T
0 2 4 6 8 10 12 14
Time (min)
RT:0.00-15.01
RT:9.80 NL:1.94E5
Tk B Sk AA:1202174 TIC F:+c ESISRM ms2 285.000[92.096-92.098,
100 %Hﬁ(% Lu% 107.990-107.992,155.869-155.871] MS ICIS
SF-080804-002
507
(s .
® RT:10.14 NL:7.03E5 ) a8
Q 5 AT — AR : AA:4155576 Base Peak m/z=155.50-156.50 F:+c ESISRM ms2
$100 AR — I LE(RT 10.14 min) 310.900[92.095-92.097,108.016-108.018,
5 155.832-155.834] MS ICIS SF-080804-002
Qo
< 50
s
3 9 -
& RT:10.14 NL:7.16E5 ) .
fEpE] — 2IE(RT 10.82 min AA:4160766 Base Peak m/z=155.40-156.40 F:+c ESISRM ms2
100 - HiRkle) — FH RO ) 311.000[92.074-92.076,108.004-108.006,
3 155.915-155.917] MS ICIS SF-080804-002
50 A
0 .
RT:10.60 NL:1.02E4
5 3 I e AA:557492 Base Peak m/z=155.50-156.50 F:+c ESISRM ms2
100 ﬁﬁiz& Ijl:l]& 314.900[155.933-155.935,157.954-157.9586,
4 159.751-159.753] MS ICIS SF-080804-002
50:
0 T T T 1 T 1 T T 1 1 T [T
0 2 4 6 8 10 12 14
Time (min)
1.17 2ug/kg LC/MS/MS
2pg/kg

60%-120%




60mg 3mL HyperSep Retain PEP

SPE-HPLC

( 60107-203)

5mL
5

3mL

3mL 5%

3mL

HPLC

150

100

50

25mL Mcllvaine

8000rpm

3mL

pH 4.1
10min

)

H250-089
T

@

HPLC

Hypersil Gold  5pum  4.6><150mm

25005-154630

0.1% A B
10 10-40%B
1.5mL/min
uv@350nm
25
10pL



SPE-LC/MS

200mg 3mL HyperSep SCX ( 60108-422)
200mg 3mL HyperSep C18 ( 60108-303)
LC/MS
109 20mL 0.1 5min
HyperSep SCX Hypersil Syncronis HILIC  5pm  2.1><50mm
3mL 3mL
97505-052130
A:100mM 100mM 0.2%
5mL  0.1% 5mL B:100mM
5mL 0.2mol/L pH=8
pH=2 HyperSep C18 Time(min)
HyperSep C18 0 4 8 9 14
3mL 3mL A(%) 10 60 60 10 10
B(%) 90 40 40 90 90
5mL 0.25mL/min
smL 1mL 1opL
200uL/min
MS
ESI
SRM
4500V
LC/MS 450
(a) . 6.71
— 50000 - 582.2>263.4
Q. 4
Q
E: 40000 i
% 30000 i
E 20000 -
10000 A
O———T— 71— T T 1 T
5 10
Time (min)




SPE-HPLC

200mg 6mL HyperSep Retain-PEP ( 60107-212)

HPLC
59 25mL  pH8.0  0.1mol/L
Betasil CN 5um 150><4.6mm

6mL 6mL 70805-154630

2mL/min A: B:20mM +20mM +2mM

6mL 5min
20uL
6mL 1-2mL/min TmL
1.25mL/min
uv
210nm

45

HPLC

Antibiotics

Sample:
1. Erithromyacin

j’R/J 708-004




60mg 200mg 3mL HyperSep Retain PEP

SPE-LC/MS

59 20mL
100g 60mL /1% 3:2
15mL /1% 3:2
3mL 3mL
1-2mL/min
3mL30%
3mL
1. 0.1ug/kg
RT:0.00-3.00
NL:2.74E2
w 321>152
50 —
o o NL:2.79E2
321 > 257
8100
gso
5] o
g0 NL:8.25E1
W 321>194
50 |
o = NL:5.88E2
RT:2.10
. 326 > 157(IS) i
50 —
0 T T
: Time %min)
2.L0Q LOQ  0.1ug/kg

93%-99%

( 60107-203,60107-204)
LC/MS
Hypersil GOLD™ 50 mm>2.1mm 1.9um
25002-052130
A B:
min A%
0.0-0.6 5%
2.3 100%
2.35-3.0 5%
20uL
500uL/min
MS
ESI
SRM
3000V
300
RT:0.01-3.00
2};3-9170 NL:2.74E2
321> 152 B
0 ATa10 NL:2.79E2
321 > 257 sl
2100 SN;284
Eso |
§ o AT2.11 NL:8.25E1
AA:189
. 321 >194 Ai7eds
1
o /o NL:5.88E2
RT:2.10
. 326 > 157(IS) AATo49
- SNjB389
50
0 7\ T T T gl
0.0 05 1.0 Tim;{;nin) 20 25 30

0.1pg/kg




60mg 3mL HyperSep Retain-CX ( 60107-303)

HyperSep Retain-CX

100pg/mL (NOR-D5) 1>=<3mL
1>3mL
Tpg/mL
5g 50mL 1 2mbU/min
50pL * MNZ DMZ
2- 1- -5- (HMMNI) 1><3mL
IPZ 2-(2- -1- -5-
(IPZOH) ( RNZ ! 10 5
10mL 0.5mol/L
15 1>=<3mL
10mL 30 1 2mU/min
2,500rpm 3
50mL 250l LC/MS
1omL 0.20mL/min
20 A 5mmol/L B
10% 5mL ACN HPLC
Hypersil GOLD 3um 150>=2.1mm 25003-152130
SPE-HPLC
60mg 3mL HyperSep Retain-PEP ( 60107-203)
LC/MS
5.00g 100mL
50uL MC-RR YR LR LW LF 1ug Hypersil Gold  5pm  2.1>150mm
10000 r/min 1min
10mL 2min
15min 5min  3000r/min 25006-162130
0.5 mL 10mL
0.1% A B
3mL 3 mL
0.00min 20% 80% 4.00min 95%
5% 8.00 min  95% 5%
8.10min  20% 80% 10.00 min  20%
6mL 80%
3mL 10uk
250uL/min
MS
ESI
SRM
3500V
350
(7




1. LC/MS/MS

100 RT:4.32 100 - RT: 4.29
50 - RR 5 - RR A
- : 0 1 L w'
0 RT:4.70 100 RT: 4.66
50 - R f\ 50 - R J\
| ) 0 | A A N
14, RT: 4.72
100 RT: 476 100
] LR LR
50 - \1 50
) RT:6.37 0 RT: 6.28
100 0 100 0
50 | w J\«‘ 5‘& Lw
| N N o 0 AJ\A_JM\\/MRTG,‘_Q
502 LF ﬂ 50% LF A
] A ‘
N ey ey Rl L ad Maaad s AAts L s aaaad A I A L 0 I M L AR B A A A
0 ) 4 6 8 0 2 4 6 8
Time (min) Time (min)
1.5 MCs 5ug/kg  LC/MS/MS
2. MC-RR YR LR W LF 0.7 1.0

0.8 1.2 1.3ugkg

2. n=6
RSD %
Compounds | spiked level |Recovery %

Ho/kg

2.0 97.3 4.0
RR 5.0 95.4 3.2

10.0 93.7 21

2.0 92.6 41
YR 5.0 101.3 3.4

10.0 85.3 1.3

2.0 95.5 2.9
LR 5.0 93.1 21

10.0 92.1 1.1

2.0 91.6 3.9
LW 5.0 956.2 2.4

10.0 94.7 2.0

2.0 85.2 4.1
LF 5.0 97.6 2.8

10.0 95.1 2.2

3. 85-102%




200mg 6mL HyperSep Retain-CX

SPE-LC/MS

( 60107-314)

LC/MS
29 Mclivaines pH2.6 /
=50/50 10mL 5000rmp 20 Thermo Scientific Hypersil GOLD 2.1><50 mm  5pm
SPE
25005-052130
emL 5mL 5mL Mcllvaines pH 2.6
. Ar 01% B: 0.1%
1-2mb/min 40%A-5%A  0-5min
0,
6mL 0.1 NHCI 6mL 50% / 6mL 200l
300pL/mi
10mL 50% 45% 5% VAN H=/min
MS
ESI
SRM
3500V
350
1. LOQ  0.05-0.1pg/kg
1.
LOD pg/kg % RSD N=3 LOQ ug/kg %RSD N=3 R2
0.1 6.8 0.1 8.2 0.9984
0.1 12.0 0.11 2.0 0.9983
0.05 7.9 0.05 7.9 0.9990
0.05 13.5 0.11 1.2 0.9988
2.
AAZ868
RT:3.69 -
100 90-
80- jz
° 70 60-
g 50 40 N,C\NOQO\N/CH;
T 40 30 | |
g Zz N,C\E,H’ \,\‘;)CH, 20 CH, CH,
10
e b T 3 Iy i {
Time(min)
500ng/kg  ppt 50ng/kg  ppt




SPE-LC/MS

60mg 3mL HyperSep Retain PEP ( 60107-203)
LC/MS
2g 4mL 0.5mL 0.5M HCL 200pL
50mM DMSO 1 Thermo Scientific Hypersil GOLD 5pm  100>2.1mm
min 37 14-16

5mL 0.1IM K;HPO, 0.4 M NaOH PH 7.0-7.5
25005-102130

B:
1-2mL/min
min - %A %B
smL 2mL 30% 0 80 20
8.5 50 50
5mL 9.5 50 50
10 80 20
15 80 20
20uL
250uL/min
MS
ESI
SRM
5000V
300




1. 0.05pg/kg 4 LC/MS
N BAH D AT 6.99 NL: 17083 RT: 7.62 NL: 471E3
AA: 9031 N BSEM AA: 31604
10 - TIC SN - 352 w 5 TIC S"\Lﬁw
0 AT 6.98 NL: 1.21E3 0 AT 768 NL: 2.2083
AA: 6490 AA: 14778
100 — 249>134 SN: 502 w0 — 209>166 m
0 RT:7.00 NL: 5.62E2 0 RT:7.82 NL: 2.77€3
AA: 2542 AA17214
o 249>104 SN 187 o 209>192 SN 69
0 A RT: 6.99 NL: 1.07E3 0 RT:7.88 NL: 2.48E3
AA: 5915 AA: 13803
252>134 SN 69 0 — 212>168 SN: 95
0 [frr1 T T T r T T T T T T T T T T 0 = LANNLIL A U Y B B |
5 10 5 6 7 8 9 10
Time (min) Time (min)
RT:7.13 NL: 5.74E3 AT 9.23 NL: 45964
N BAOZ AA: 38204 N BAM OZ AA: 290684
w — TIC SN': 289 0 — TlC SN : 284
0 RT-7.13 NL: 3.94E3 0 RT.9.23 NL: 7.88E3
AA: 26470 AA: 55037
00 — 236>134 SN 239 00 — 335>291 SN 1014
1 o d
0 RT-7.13 NL: 1.80E3 0 AT 022 NL: 381E4
AA: 11734 AA: 234181
o 236>104 SN: 344 . 335>262 SN: 227
0 AT 7.05 NL: 5.81E3 0 RT9.13 NL: 1.87E4
AA: 39116 AA: 114339
240>134 SN: 869 340>296 SN: 213
100 — 100 —
0 . T T T T T T T T T T T 0 . rrrrTrrT T r T T T T T T T T T T T T T
7 5
Time (min) Time (min)
2.L0Q AHD AOZ SEM AMOZ LOQO.05pg/kg

3. 4 79%-110%
RSD 3 22% n=3
Fortification
Level (ug/kg) AHD AOZ SEM AMOZ
0.05 82+13% | 110=£22% | 89=%+15% | 98=+14%
0.5 88+4% | 110=x=11% | 100=11% | 954+6%
2.5 109=23% | 86%+18% | 79%£19% | 100%=3%




SPE-HPLC

200mg 6mL HyperSep Retain-PEP ( 60107-212)

LC/MS

59 10mL 2min  10000rpm

Smin Betasil CN 5um 150>4.6mm

20mL

35 10mL pH=8

70805-154630

6mL 6mL A: B: 20mM +20mM +2mM

A/B  35:65

10mL  2mL/min
20uL

6mL 5min
1.25mL/min

6mL 1-2mL/min TmL uv
210nm
45

HPLC

Antibiotics

Sample:
1. Erithromyacin

_/_d 708-004




1g 6mL HyperSep Silica

SPE-HPLC,GC/MS

( 60108-426)

6000r/min 10min 2.5g
10mL 6:4 30s
5min  4000r/min
5min 40 30min-40min
2 40
2mL
emL emL

2mL 4mL

10mL 2:3

HPLC 16 PAH

Hypersil Green PAH 3um  100>=<4.6mm
31103-104630

A: 99:1 B: 99:1

50:50-5min 50:50-25min 0:100
2mL/min
10uL
uv

254nm

20

16 PAHHPLC

PAH

6 10

4. Benzla] anthracene

10. Chrysene

11. Benzolb] flunranthene

4 12 Benzo[k] fuoranthene

13, Benzo[a] pyrene

14, Dibenz[a ] anthracene

7 15. Benzo [gh.] perylene
15 16.Indeno [1,2.3-cd] pyrene

N 12 16




HPLC 3 PAH GC/MS 18 PAH

Accucore C18 2.6um  100><2.1mm TraceGOLD TG-5SIIMS 30m>0.25mm>0.25um
17126-102130 26096-1420
55% 145% 90 Tmin 35 /min 280
4 /min 320 2min
0.5 mL/min 18.43min
2L He 1 mL/min
uv
254nm 800
50 TuL
1min 30mL/min
3 PAHHPLC
MS
L r—— .
55{ g, e e wimeen 18  100ppb PAH
50
45 1
40
35 g 5
5 30 "
2 e 13
20 2
15 1/;1\\J §z 53[
10 @ 2 6
5 3
% 1 2 3 4 5 6 7 8 9 10 “ " N j
Minutes © N " ;
o0 2 o 3 h{ Uir s
1 3.94
2 4.82
3 4.94
4 5.31
5 6.00
6 6.03
7 6.88
8 7.07
9 (a) 8.33
10 8.38
11 (o) 10.02
12 )] 10.02
13 ) 10.06
14 (a) 10.53
15 (e) 10.63
16 (1,2,3-cd) 13.05
17 (ah) 13.11
18 @.h,i) 13.67




SPE-LC/MS

200mg 3mL HyperCarb ( 60106-301)
LC/MS
29 15mL 10min
6000rmp ~ 5min 3mL Hypercarb  5pm  2.1>100mm
35005-102130
1mL 1mL
A +5mM
3mL 1mL/min B:
500uL20% - 2 /min %A %B
0 90 10
1 90 10
2 40 60
5 40 60
6 90 10
8 90 10
1. 1ppb LC/MS
o o0 om0 N 0.2mL/min
o P
BO-
g,, 25
!: HEnH 10pL
1w %mn 204 3 X 4T g gw__‘;\'clﬁ 738 846,879 536 940 Ms
o HEA AR AR HESI
gn SRM
B
BD-
iu
:;gjm 3700V
b 048 087 393 195 230 208 399 || 497 "}’wmw 741 837 893 §IT
I3 7 SRBAE SLRDT MG T : 3
9 350
2. 50ppb 121.8%
2451 96.2 43 80
245.1 113.2 14 80
2499 | 959 43 64
2499 | 112.9 14 64




B SPE-LC/MS

200mg 3mL HyperSep Retain-CX ( 60107-304)
LC/MS
29 0.01g 50mL
2% / 20/80  20mL 20min Hypersil Gold  5um  2.1><150mm
4000rpm 5min 40mL
2 50 1mL 2%
25005-152130
1.
Time(min) A(%) B(%)
3mL 2% 3mL 0 90 10
0.5 90 10
5 10 90
3mL 5% 10 10 0
10.1 90 10
12 90 10
10uL
250uL/min
MS
ESI
SRM
4500V
350
1. LOQ
0.1ug/kg

75-110 %




SPE-LC/MS

200mg 3mL HyperSep Retain-CX ( 60107-303)
LC/MS
0.5g 0.1% 10mL 1min
1mL 2% 20min Syncronis HILIC  5pm 2.1><100mm

8000rpm 10min

97505-102130

3mL 3mL
A: B: 10mM / pH=8 85:15
10uL
3mL 3mL 5min
250puL/min
o i )
5mL5% / 1-2mL/min MS
ESI
MRM
3500V
350
LC/MS/MS
RT:3.23
1 T 1 ] T 1T 1 T [ T T 1 T [ T T T T [ T T T T [ T 11T
1 2 3 4 5

Time (min)




SPE-LC/MS

200mg 6mL HyperSep Retain PEP ( 60107-212)

LC/MS

49 10mL 15min, 4000rpm

Smin 10mL Hypersil GOLD™ 50mm>2.1mm  1.9um
amL 4%
30:70 4mL
1min  4000rpm 3min 25002-052130
10mL

A: B:

emL emL min A%

0.0-0.6 5%
1-2mL/min 2.3 100%
2.35-3.0 5%

6mL 30%
20uL

emL
500uL/min
MS

ESI
SRM

3000V
300

1. 0.05ug/kg

RT:0.00-3.00 RT:0.01-3.00

NL:2.74E2 2;39‘70 NL:2.74E2
w321 >152 v 321 >152 SNiare
o E o NL:2.79E2 0 ] RT:2.10 NL:2.79EZ
321 > 257 321 > 257 Ariore

5
hig
5
8
LT
9
3
2

Mﬁ\/\_,-/\\'\

NL:8.25E1 RT:2.11 NL:8.25E1

321> 194 321> 194

Relative Abundance
° 8
!
Helative Abundance
o
o 3z
F |

s

3
L

=5

5]

]F:
¢

0

o
L

_ NL:5.88E2 E 210 NL:5.88Ez
326 > 157(1S) i 326 > 157(IS) i
100 | e 100 SN:389
50 ’f 1 50 é
E =
o 05 e T‘me‘f;nm) 20 25 80 0.0 05 10 T‘MBT(?"””) 20 25 30
2.L00 LOQ  0.05pg/kg
3. 85%-90%




SPE-HPLC

200mg 3mL HyperSep Retain-CX ( 60107-303)
LC/MS
59 10mL 10min 20mL
/ 82 2min, - 6000rpm Hypersil GOLD™ 150mm>4.6mm  5um
5min 20mL / 3:2
4mL / 30:7
0.1 25005-154630
3mL 3mL /o =30:70:0.5 VNV
1-2mL/min 20uL
3mL 0.1mol/L 3mL TmL/min
uv
3mL 5% 220nm
200mg 6mL HyperSep Retain-CX ( 60107-314)
HPLC
59 25mL 5min 6000rpm
Smin 26mL Hypersil GOLD™ 150 mm>4.6 mm ~ 5pm
50mL 10mL
50mL
25005-154630
emL 6mL
/0.05mo1/L =75/25
1-2mL/min
20uL
emL 5% 5mL
TmL/min
6mL 5% dd

230nm



SPE-LC/MS

200mg 3mL HyperSep C18 ( 60108-303)
HPLC
5¢g 30mL 10% pH 10
4g Nacl  40mL - 73 Hypersil GOLD™ 150>4.6mm  5um
2min  10000rpm 5min
20mL - 7:3
5mL10% 25005-154630
3mL 3mL A:0.1% B +0.1% 85:65
1-2mL/min 20uL
3mL TmL/min
uv
240 L 235nm
25
1. HPLC

[l.ll:;“IlIE“ I1.i]”-|.lf: ..:! ;:;“:.IEIHE.I[iIIE.IE“.-I.I[IH .‘:5...5-.[; “‘_Iﬁml..lllmﬂ.lﬁmil'.ll

2. 75%-84%




SPE-LC/MS

200mg 6mL HyperSep Retain-PEP ( 60107-212)
LC/MS
5g 50mL 20mL
2 3000r/min 10 Hypersil Gold  5um  2.1><150mm
40
0.5mL 4mL
25005-152130
emL emL
A: B:0.1% 2mM
1.
6mL 5min (min) 0 1 7 9 | 12 |121[12.3|148]| 15
A 10|10 |3 |70 | 70| 10] 10| 10| 10
6mL 6mL 1-2mL/min B 90 | 90 | 65 | 30 | 30 | 90 | 90 | 90 | 90
(UL/min) | 250 | 250 | 250 | 250 | 250 | 250 | 300 | 300 | 250
10uL
250uL/min
MS
SRM
ESI
4500V
350
1. 5
2ug/kg
2. 78%-89%




SPE-GC/MS

QueChERS ( 60105-210 60105-204)

GC/MS
20g 20mL Thermo

QueChERS extraction Tmin 2min TG-5MS  30M>0.25mm>0.25um
TmL

26098-1420
1mL Thermo QueChERS clean-up

0.5min 2min
100 0.5min 7 /min 300 1 min

He

1.2 mL/min
20pL

10 1,290

MS

GC/MS

1.naphthalene-d8
2dichlorvos
17 b 3.acenaphthene-d10
1oLl 4.methacrifos
5.a-BHC
6.hexachlorohenxene
7. &-BHC(lindane)
leps ] 8. B-BHC
3 1% 9.phenanthrene-d10
i 14 021 10.diaxinon
5 13 o 11.etrimphos
24 . 12.phosphamindon
' 13.chlorpyrifos-methyl
31 14.heptachlor
& 15.fenitrothion
3 ¥ 12 16.pifimphos methy!
7 11 17.malathion
18.aldrin
19.chlorpyrifas
20.heptachlor epaxide
21.oxychlordane
22.trans-chlordane
II 28.endosulfan
24 cis-chlordane
25.2.41-DDT
26.dieldrin
27.endrin
ey . - ; . - - ey e -_—.,—.“:==,.,'—_,'_"= 28.endosulfan
500 a00 700 BOD 900 10001100 1200 13.00 14.00 1500 1600 17.00 1800 19.00 M00 21.00 22 00 2300 24002500 24.00 27.08 me 29.4,4'DDE
30.4,4'DDD
31.endosulfan sulfate
32.4,4-DDT
33.chrysene-d12
34.perylene-di12




QueChERS (

SPE-LC/MS

60105-210 60105-204)

159

extraction

TmL

0.5min

30mL ACN
Tmin

Thermo QueChERS
2min TmL

Thermo QueChERS clean-up
2min

QueChERS  (

LC/MS
Hypersil Gold 2.1><150mm  5um
25005-152130
A: B: 0.1%
30%A-100%A-100%A 0-8-13.5min
20uL
300uL/min
MS

ESI

SRM
4500V

550

SPE-LC/MS

60105-211 60105-214)

159

2min

extraction

5mL

0.5min

HPLC

30mL ACN 30s
Thermo QueChERS

Tmin 2min 5mL

Thermo QueChERS clean-up
2min

60,000

50,000]

40,000|

30,000

20,000|

10,000]

counts

-10,00¢

0.4

0 13

HPLC

Acclaim Carbamate 3um 3.0><150mm

072926

A: B:

-4.0-0.0min
40%

14% 2.0min  20%

8.0min 13.6-16min 70%

50
10pL
0.9mL/min

330nm 465nm

1.Aldicarb sulfoxide
2.Aldicarb sulfone
3. Oxamyl

4. Methomyl

5. 3-Hydroxy carbofuran
6.Aldicarb
7.Propoxur
8.Carbofuran
9.Carbaryl
10.1-Naphthol
11.Methiocarb
12.BDMC(1.S.)



SPE-GC/MS

500mg 6mL HyperSep Florisil ( 60108-500)
HPLC
109 59 30mL
2min  6000rpm 5min 30mL TG-5MS 30m>0.25mm>0.25um
emL /
11
26098-1420
5mL / 1:1
40 1.5min 25 /min
8min 7 /min 225 25 /min 290 10min
10mL / 1:1
mb GO/MS 1.0mL/min
2.0uL 290
MS
MS 250 70eV
200mg 3mL HyperSep Retain-CX ( 60107-304)
HPLC
5¢g 5mL 0.1mol/L NaOH
pH 10-11 20mL Hypersil GOLD™ 150mm>4.6mm  5um
Tmin,  6000rpm 5min
20mL
10mL 0.1 mol/L HCL 25005-154630
1-2mL/min 20pL
3mL 2% 0.1 mol/L HCL 3mL TmL/min
uv
288nm

3mL 5%

30




SPE-HPLC

500mg 3mL HyperSep Florisil ( 60108-405)
HPLC
109 59 20mL 5min
10000rpm Smin 10mL Hypersil GOLD™ 150mm><4.6mm  5um
/ 10:90
25005-154630
3mL
/  =25/75
1-2mL/min
20uL
6mL / 10:90
TmL/min
10mL / 20:80 oV
260nm
40
QueChERS ( 60105-216 601056-218 60105-221)
159 80 GC/MS
2
15mL ACN TPP 1mL
/ 30 50 0.3 0.6mL
3450 2 1mL
1 6mL 8uL GC/MS
LC/MS
1mL 60105-221 2 0.25mL LC
6mL 60105-218 TPP 0.86mL 6.7mM
1 LC/MS
3450 2




SPE-GC/MS

QueChERS ( 60105-210 60105-206 60105-203)
GC/MS
159 15mL 1%
Therma QueChERSextraction 2min Thermo Scientific TraceGOLD TG-5MS 30m>0.25mm >
3000rpm 5min, 11mL 0.25um
11mL Thermo QueChERS initial clean-up 26098-1420
2min 3000rpm 5min
5mL 40 1 1mL
/ 91 40 1.5min 25 /min 150 7 /min
225 25 /min 290 10min
1mL Thermo QueChERS final clean-up
2min 3000rpm 5min He
TmL/min
2ul
290
MS
1.GC/MS

100

it Ml il R B A M L b bl S bl b R b bl b b b R R S A M
16 17 18 19

Time (min)

20

L

22

Figure 2: TIC for the GC/MS analysis of grapes spiked with 1ng/pL of each pesticide

2. 9 76 110% RSD n=3 21
Pesticide (peak number, name) Rt (min) Linearity (R’ Average%recovery(n=3) Recovery%RSD
1. Chlorpyrifos methyl 14.92 0.9961 76 14.5
2. Metalaxyl 15.40 0.9908 100 7.9
3. Malathion 15.94 0.9989 103 19.0
4. Chlorpyrifos 16.12 0.9919 7 21.5
5. Penconazole 17.23 0.9978 94 7.2
6. Procymidon 17.45 0.9968 106 4.0
7. Dicofol 20.21 0.9964 110 9.9
8. Permethrin Isomer a 21.42 0.9980 102 3.9
9. Permethrin Isomer b 21.55 0.9965

Table 1: Summary of results




SPE-GC/MS

QueChERS ( 60105-210 60105-206 60105-203)
GC/MS
159 15mL 1%
Thermo QueChERSextraction 5min Thermo Scientific TraceGOLD TG-35MS  30m>0.25mm
3000rpm 5min 11mL ID 0.25um
11mL Thermo QueChERS initial clean-up 26094-1420
2min 3000rpm 5min
5mL 40 1 1mL
/ 91 40 1.5min 25  /min 150 5 /min
225 7.5min 25  /min 290
12min
1mL Thermo QueChERS final clean-up
5min 3000rpm 5min
He
TmL/min
2ul
290
MS
1.GC/MS
i & RT: 8.2 -35.24
F"W:ﬁa ® 00 'r‘.i'eim
TICM §
® % gnmu.w
80 %0
B 8
B B
% 75
0 o
B 85
80 60
I I
§ £l n.1s § @ il a2
2 2
4

]

1] 15 20 30 -
Time [min) Time (min)
Figure 3 Total ion chromatogram of full scan data for 50ng/g of Figure 4 Total ion chromatogram of the MS/MS analysis of
pesticidesin onion matrix 50ng/g pesticides in onion matrix




20D LOQ 45 LOQ  5-78ng/g

Japan' US-EPA> EU° EU® WHO*

Ave.Conc. % LOD LOQ | MRL MRL MRL MRL
Component (ng/g) Std.Dev. Recovery %RSD (ng/g) (ng/g)| (ng/g) (ng/g) |(ng/g) | LOD®| (ng/g)
Dichlorvos 63 3.00 126 5 8 30 100 100
EPTC 22 1.95 86 9 6 20 40
Mevinphos 48 3.84 96 8 11 38 100 100
Etridazole 34 2.46 135 7 7 25 100
Molinate 6 0.62 123 10 2 6 20
Trifluralin 31 1.55 126 5 4 16 50
Cyanophos(Thionazin) 27 3.16 108 12 9 32 50
Ethoprophos 28 1.90 111 7 5 19 20
Di-allate 31 2.47 125 8 7 25 50 50 50
Propazine 66 6.47 132 10 18 65 100
Atrazine 12 1.56 116 13 5 16 20 100 | 100
Diazanon 15 0.88 149 6 3 9 50 750 50
Gamma-BHC (Lindane) 12 1.40 121 12 4 14 2000 1000 10 10
Disulfoton 15 1.81 152 12 6 18 50 20 20
Heptachlor 5 1.21 92 26 4 12 30 10 10
Vinclozolin 13 1.03 130 8 3 10 1000 1000 1000 | 50 | 1000
Prometryn 60 7.45 120 12 21 74 50
Metalaxy! 22 3.04 88 14 9 30 2000 3000 500 50 | 2000
Metribuzin 30 2.54 120 8 7 25 500
Triadimefon 28 2.24 111 8 6 22 500 500 | 100
Thiobencarb 30 3.00 120 10 8 30 200
Dursban (Chlorpyrifos) 15 2.07 102 13 7 21 50 300 200 50 200
Sevin (Carbaryl) 23 2.45 92 11 7 25 3000 100
Malathion 29 4.41 114 15 12 44 8000 8000 3000 1000
Methiocarb 26 2.63 103 10 7 26 50 500
Parathion 31 2.45 124 8 7 24 300 50 50
Heptachlor-2,3-exo-epoxide 4 1.08 79 27 3 11 30
Cyprodinil 32 417 128 13 12 42 50 600 300
Cyanazine 27 3.40 108 13 10 34 50
trans-Chlordane 3 0.84 54 31 3 8 20
Terbufos Sulfone 14 2.20 138 16 7 22 50
cis-Chlordane 5 0.55 99 11 2 5 20
Endosulfan A 26 3.24 103 13 9 32 200
Tetrachlorvinphos (Stirofos) 34 2.26 136 7 6 23 300
p,p-DDE 29 2.74 116 9 8 27 500
Thiabendazole 28 3.54 111 13 10 35 2000
Dieldrin 28 2.58 114 9 7 26 50
Chlorobenzilate 14 1.20 138 9 4 12 20 20 20
Endrin 5 0.96 104 18 3 10 10 10 10
Endosulfan B 31 2.37 125 8 7 24 200 50 50
p,p-DDT 40 2.09 159 5 6 21 500
Endosulfan Sulfate 40 7.77 79 20 22 78 200
Bifenthrin 33 3.15 134 9 9 32 50 50 50
Methoxychlor 7 212 135 31 7 21 10 10 10
cis-Permethrin 60 5.32 120 9 15 53 3000* 100* 50* | 50*
trans-Permethrin 13 3.091 133 23 10 31
Average 116 12 8 27

@




3. 45 87 125%

Component Avg Conc Theo Conc %Recovery %Difference %RSD
Dichlorvos 241 200 107 712 16.64
EPTC 112 100 112 12.33 24.48
Mevinphos 193 200 96 -3.54 19.36
Etridazole 112 100 112 11.94 17.12
Molinate 120 100 120 20.00 19.34
Trifluralin 80 100 80 -19.51 19.09
Cyanophos(Thionazin) 101 100 101 1.36 21.82
Ethoprophos 114 100 114 13.87 20.90
Di-allate 111 100 111 10.67 21.27
Propazine 229 200 114 14.50 20.42
Atrazine 257 200 128 28.36 24.38
Diazanon 228 200 114 14.10 22.53
Gamma-BHC (Lindane) 223 200 111 11.39 20.86
Disulfoton 247 200 123 23.47 2214
Heptachlor 124 100 124 24.06 22.85
Vinclozolin 233 200 116 16.31 22.60
Prometryn 193 200 96 -3.74 20.98
Metalaxy! 7 100 77 -23.22 25.68
Metribuzin 99 100 99 -1.21 22.83
Triadimefon 86 100 86 -13.68 23.48
Dursban (Chlorpyrifos) 364 300 121 2117 22.38
Thiobencard 110 100 110 9.75 21.79
Sevin (Carbaryl) 98 100 98 -2.21 24.95
Malathion 117 100 117 17.00 2517
Methiocarb 90 100 90 -10.14 23.42
Parathion 87 100 87 -12.96 22.42
Heptachlor-2,3-exo-epoxide 125 100 125 25.23 24.25
Cyprodinil 108 100 108 7.56 26.09
Cyanazine 94 100 94 -5.90 22.36
trans-Chlordane 104 100 104 3.98 17.04
Terbufos Sulfone 209 200 105 4.67 25.76
cis-Chlordane 109 100 109 8.94 23.67
Endosulfan A 106 100 106 5.61 23.16
Tetrachlorvinphos (Stirofos) 107 100 107 7.03 23.07
p,p-DDE 102 100 102 2.00 21.46
Thiabendazole 99 100 99 -0.62 24.37
Dieldrin 102 100 102 2.27 22.48
Chlorobenzilate 160 200 80 -19.79 27.40
Endrin 93 100 93 -7.26 25.35
Endosulfan B 94 100 94 -5.52 23.00
p,p-DDT 97 100 97 -2.74 20.85
Endosulfan Sulfate 203 200 102 1.57 28.03
Bifenthrin 105 100 105 4.57 22.49
Methoxychlor 100 100 100 0.34 24.71
cis-Permethrin 189 200 95 -5.34 20.97
trans-Permethrin 197 200 99 -1.32 19.13
Average 104 22
(7o)




SPE-GC/MS

60105-212 60105-203)

QueChERS (

GC/MS
109 10mL 10mL
Thermo QueChERSextraction 1min Thermo ScientificTR-Pesticide  30m>0.25mm D 0.25um
3000rpm 5min 2mL
26RF142F
2mL Thermo QueChERS clean-up
1min 3000rpm 5min imL . . .
GC 10uL 5% 60 1min 15 /min 160 Tmin
1uL 1g/mL 2.2 /min 230 1 min 5 /min 290
5min
He
TmL/min
2ul
280
95 80 110% MS
0.01mg/kg | 0.05mg/kg 0.01mg/kg | 0.05mg/kg 0.01mg/kg | 0.05mg/kg
Pesticide mean CV | mean CV Pesticide mean CV | mean CV Pesticide mean CV | mean CV
aldrin 89 | 11 94 3 |ethofumesate 95 | 50 | 107 | 4 |pirimiphos-ethyl 97 2 106
benalaxyl 101 6 | 108 | 3 |ethoprophos 102 | 9 | 108 | 4 | pirimiphos-methyl 95 7 104
bromopbos-ethyl 93 10 | 101 4 |etrimfos 94 4 106 | 4 | procymidone 93 9 105
bromopropylate 93 6 104 | 5 |famoxadone 92 8 100 | 6 |propachlor 92 11 | 107
bupirimate 97 9 110 3 |fenarimol 95 7 105 3 |propargite 98 11 | 107
buprofezin 97 9 | 110 | 3 |fenazaquin 95 | 13 | 98 5 propham 95 5 | 104
cadusafos 97 6 | 105 | 4 [fenitrothion 93 8 | 106 | 7 |prothiofos 80 7 | 102
carbofuran 95 7 | 107 | 5 |fenpropathrin 95 | 13 | 107 | 4 |pyrazophos 97 7 106
chlordane-cis 90 | 13 | 104 | 1 |fenvalerate 97 6 | 103 | 3 |pyridaben 100 | 6 | 104
chlordane-trans 94 5 101 2 |fludioxonil 103 | 7 104 | 5 |pyridaphenthion 97 8 107
chlorobenzilate 103 7 108 | 2 |flusilazole 93 11 111 6 | pyrifenox 97 6 107
chlorothalonil 63 | 11 84 5 |folpet 93 9 97 8 |quinalphos 102 | 9 | 102
chlorpyrifos 91 8 | 102 | 1 |fonofos 94 8 | 103 | 38 |quintozene 86 9 94
chlorpyrifos-methyl | 95 4 1103 | 3 [formothion 93 7 | 105 | 3 |simazine 91 7 | 105
chlorthal-dimethyl | 87 9 | 102 | 3 |furalaxyl 96 6 | 108 | 5 |tecnazene 81 5 95
chlozolinate 98 | 15 | 107 | 5 |HCB 72 | 10 | 86 4 tefluthrin 90 8 | 103
DDD-pp 94 6 1083 | 8 |HCH-gamma 94 5 1083 | 8 tetrachlorvinphos 99 3 110
DDE-pp 85 6 97 3 |hexaconazole 99 183 | 105 | 8 [tetradifon 97 6 107
DDT-op 92 7 101 3 |iprodione 101 6 110 3 [tetramethrin 97 8 106
DDT-pp 94 5 | 102 | 2 |isocarbofos 97 9 | 111 7 tolclofos-methyl 95 8 | 101
deltametbrin 93 | 18 | 104 | 5 Jisofenphos 99 5 | 107 | 2 |tolylfluanid 98 8 | 100
diazinon 97 7 | 107 | 5 |isofenphos-methyl | 100 | 8 | 105 | 3 [trifluralin 97 8 | 104
dichlofluanid 80 9 94 6 |methacrifos 93 7 | 107 | 3 |vinclozolin 92 5 | 104
dichlorvos 95 9 105 | 3 |methidathion 100 | 8 104 | 3
dicloran 92 5 | 105 | 5 methoxychlor 94 | 10 | 103 | 2 0.02mg/kg | 0.01mg/kg
dicrotophos 89 9 103 | 3 |nitrothal-isopropyl | 101 9 103 | 5 |captan 108 | 8 96 9
dieldrin 89 7 | 100 | 3 |oxychlordane 99 | 21 99 6 cyfluthrin 110 | 5 | 105 | 4
diflufenican 101 7 | 109 | 1 |parathion-ethyl 98 6 |102| 3 0.05mg/kg | 0.25mg/kg
endosulfan- 94 | 14 | 101 3 |pendimethalin 97 9 | 103 | 4 chlorpropham 98 7 108 | 5
endosulfan- 94 14 | 105 | 6 |parathion-methyl | 100 | 8 105 | 5  bitertanol 98 7 103 | 4
endosulfan-sulfate | 102 | 8 109 | 3 |permethrin 90 7 99 3 |cypermethrin 103 | 6 102 3
EPN 95 9 | 105 | 3 |phosalone 103 | 7 | 105 | 3 dicofol 108 | 10 | 94 | 10
ethion 103 | 9 105 | 3 |phosmet 102 6 105 | 6 | diphenylamine 94 6 99 4




SPE-GC/MS

QueChERS ( 60105-212 60105-227)
GC/MS
10g 30mL ACN Thermo QueChERS
extraction min 2min SmL TraceGOLD TG-5MS 30m>0.25mm  0.25um
5SmL Thermo QueChERS clean-up 26098-1420
0.5min 2min
50 1min 20 /min 280 5min
He
1.5mL/min
TuL
280
MS
GC/MS
RT:22.45 26.73 RT:0.1210.73 SM:15G
100 100
90 90
80 80
70 70
g 60 g 60
g K BT B : R
E 40 fi 40
30 30
20 20
10 10.
0 L L |A*| T i [ rrrrrrrrrrrr 0 T T T TJI T T T I T T
22.6 22.8 23.0 23.2 23.4 23.6 6.5 7.0




500mg 6mL Carb/PSA

SPE-GC/MS

( 60105-209)

25.0g

2min

100mL

Tmin
10.00mL 80

5.0mL +
TmL

+ 3+1
Carb/PSA

0.5mL

GC/MS
RT: 6.59-8.88

10
95
90
85
80
75
70
65
60

Relative Abundance
()}
o

50.0mL
59-79
40mL-50mL
1.0mL
3+1
50mL 25mL
4-5
55
5.0mL 0.5mL
5.0mL
7.35

7.0

7.5
Time(min)

GC/MS

TraceGOLD TG-5MS 30m><0.25mm 0.25um

26098-1420
50 1min 20 /min
He
1.5mL/min
TuL
280
MS

8.5

280

NL:

3.78e3

TIC F:MS
methemidph
oa_aim07

5min




RT:5.50-9.98 SM 7B

7.90 NL:
10% 1.24E3
95 TICF: MS
90 Mcthamidap
857 hos_ MSMS _
E 2
803
75
704
8 657
£ E
g 60;
2 557
© 3
o 505
2 a5
x 40-
355
304
25
204
155
104
5-
04— T T T T L LI — T T LI — T T LI —
5.5 6.0 6.5 7.0 7.5 8.0 8.5 9.0 9.5
Time(min)
3.
D:chemol.../20080827/data/q08011 627/2008 11:12:13 PM
RT:8.03-15.46
NL:
10000 6.23e4
] ticf.+c El
80007 SRM ms2
i . 248 000
6000 S AR (a) RT:13.02 (149 500-
§ 150 500) MS
4000; STD_100
2000 14.93
01820856 913 9.75 9.88 11.01  11.63 12.2012.51 || 13.16  14.37 14.85'7.99 N
1.04EB
15000000 TIC MS
> E I (b) koma?_icefsimfoca
% 10000000 EE LR RSMITH namatice
9] ]
E E 11.82
5000000: 13.90  14.72 15.31
O;8.22 8.488.79 9.37 9.82 10.5810.89 11.56
A A
NL:
1.00EB
1500&: TICF: +c El
] EEZRESSRMER  (c) NS
10000+ [149.500-
] 150.500] MS
5000 q08011
e A AR
9 0 11 12 1 4 15
Time(min)

5(a) (b) SIM (©) SRM



SPE-HPLC

500mg 3mL HyperSep C18 ( 60108-304)
HPLC
19 +0.5mL pH4
Hypersil Gold C18 5um  4.6><250mm
10mL 3mL10% 10mL
25005-254630
2-3mL/min
A B =110 viv
5mL 15min
1mL/min
: =154 145 1.3.6
smL 1 40 uv@276nm
1mL
40
1. Rt=7.4min HPLC
. 5uL
40
25
20
: §
2. 94-101%
60mg 3mL HyperSep Retain-AX ( 60107-403)
GC/MS
10mL imL 5mL NaOH
pH 11 Hypersil GOLD 1.9um 20><4.6mm
3mL 3mL 0.1M NaOH 3mL 25002-024630
0.1% / +0.1% 12/88
3mL70% 5% 3mL imL 0.5mL/min
3mL 89:9:2 / / 5uL
1. I-IV s 200uL/min
LC/MS s MS
73%-90% SAM
15 H250-086 2500V
(©)] () ) ®) v 250




QueChERS ( 60105-211  60105-220)
ACN 2,000
5,000pg/mL -18 * 50mL 60105-211
ACN MIX-1 MIX-2 10mL 15mL  10mL ACN
10ug/ml 200uL ISTD
0.1% ACN
/ 1
3.000 10
Bug/mL
-d5
1mL 2mL 60105-220
-13C6 / 30
0,0 - -d6 5
24-DDT - -13C6 3000 30uL 1ug/mL
-HCH 13C6 Qc
-d10
Qc 1250l 250
-13C6
1 Spg/mL Mini-UniPrep ~ 0.2um PVDF
LC/MS/MS
30uL QC
LC GC/MS
GC/MS  GC/MS
* 2.5g 3.5g 5.0g 5.0g
QueChERS ( 60105-211  60105-219)
AP
0.5mL/min
59 50mL
10mL ACN 85:15 50mL %ACN% 0.1%
0 60 40
60105-211 49 10 10 90
19 25 10 90
/ 1 4,000rpm 10
[Na+M]
1mL 2mL 60105-219 150mg m/z
50mg PSA NIV 355
1 DON 319
4,000rpm 10 DAS 389
0.45um HT2 447
LC T2 489
HPLC

Betasil C18 250mm>4.6mm>5um 70105-254630




SPE-GC/MS

1mg 6mL HyperSep Florisil SPE ( 60108-431)
GC/MS
SPE
TraceGOLD TG-WaxMS  30m>0.25mm  0.2um
15mL 10mL 15mL
26088-1420
40mL 4min
50 imin 5  /min 160 25  /min
20mL 220 10min
20mL =<2
TmL
1.0mL/min
10pL 250
MS 200 70eV
B1 B2 G1 G2 SPE-HPLC
Vicam Aflatest WB
HPLC
259 59 100mL : 80:2
1 10mL 1 40mL Hypercarb™ 5pm  100><3.0 mm
2 10mL SPE
35005-103030
10mL 10mL
Dioxane/ 1:9
10mL 2-4mL/min
0.8mL/min
10mL 10mL
Aex=365nm Aem=418nm
10mL
25
HPLC
5uL

FLU
254 nm

AFG2

AFB1

AFB2

min
1. T T T T T T T T T T T
0.0 25 50 75 100 125 150 175 200 225 250 275 30.0

G2 G1 B2 Bt




QueChERS (

60105-2065 60105-211)

20mL ACN
20.0mL

2

4,500rpm 5

9.0mL
/ 10
3.0mL

4,500rpm 5

2.0mL
40

500uLACN  25pL
500uL 1 %ACN

0.2um

3uL  LC/MS

250pL 60105-211

60105-205

2.0ug/L QC
20mM

17mm

F2513-2

MRM

MRM

286.9/258.9

373.2/282

312.2/236.2

337.1/125.0

301.9/261.9

304.4/147 1

307.2/220

247.0/180.0

383.2/195.1

314.0/70.2

297.1/159.0

256.1/175.0

334.1/70.2

321.2/119.0

314.1/116.0

224.4/77.3

280.1/220.1

142.0/94.0

163.0/88.0

369.5/149.0

225.1/192.8

184.0/143.0

289.1/70.2

223.4/126.1

214.1/183.0

211.1/136.0

279.1 /2191

208.1/116.0

356.2/177.0

240.0/222.9

376.1/308.0

224.2/206.9

189.1/102.1

215.9/173.85

368.1/231.0

Bib

876.6/553.4

342.0/159.0

Bia

890.7/567.5

210.0/111.0

404.0/372.1

388.0/194.0

326.1/148.1

365.3/309.1

411.2/190.0

200.1/107.0

198.1/1056.1

307.8/196.8

301.3/170.2

395.3/213.2

338.2/99.1

202.2/131.4

306.3/201.2

>

732.6/142.2

202.1/1451

746.6/142.2

192.0/160.0

208.2/144.0

222.1/1231

308.2/70.2

291.0/72.2

202.0/175.0

226.1/93.0

294.0/197 1

167.2/85.1

409.0/186.0

328.1/70.2

346.0/278.1

230.1/199.0

288.1/146.0

388.0/301.1

336.0/187.0

327.1/206

HPLC

203.5/14.0

Hypersil GOLD 3um

150><2.1mm

25003-152130

233.0/72.1




SPE-GC/MS

10mg 1mL SOLA HRP ( 60109-001)
GC/MS
1mL 1mL TG-WAXMS A 30m>0.25mm>0.25um
200uL 26087-1420
200uL 80 20 /min 250 6.5min
200uL
200uL IS ()
1.2mL/min
1. 20ng/mL GC/MS
100 1UL
90 A
80 250
3 70 4
g 60 . .
3 1min 50mL/min
% 100
g 4
MS
30 |
204 A L 250
O - . . . i 250
9.5 10.0 10.5 11.0 115
Time (min) 70eV
2. 20ng/mL 99.3%
RSD =2.7% n=6 Compound Abbrev SIM(stgn SlEnleiy Dwell time/s
time/min) | (Qual lon)
Extraction el (Celie Recovery% Y%Errorr Vanilli 4.0 152 0.1
ng/mL ry7o o anillin - . 151) )
1 19.6 97.9 -2.1 Benzyl benzoate 212
2 19.8 99.0 -1.0 (Internal standard) SIS 4.0 (105,91) 0.1
3 19.4 96.8 -8.2
4 19.4 96.8 -3.2
5 20.6 103.2 3.2 4, 25.6ng/mL  RSD=4.6%
6 20.3 101.7 1.7
Average 19.9 99.3 -0.7 Extraction Calculated Gone
Std Dev 0.53 2,67 - ng/mL
%BSD 2.7 2.7 - ! 256
2 26.7
3. 1ng/mL-1000ng/mL 3 26.0
R2=0.9987 4 26.0
10 (5} 25.7
6 23.3
Average 25.6
i Std Dev 1.18
%BSD 4.6

o 4 M @ & 0 ® N © ©

0 200 400 600 800 1000
Concentration ng/mL




SPE-GC/MS

20mg 60mL HyperSep SLE ( 60109-20000-60-7)

GC/MS
5>5mm 1.0g 50mL
20mL 20 min TRACE TG-5MS 30m>0.25mm  0.25um

16mL 705
0.06mol/L  pH6.0
702 30min
3mL 200mg/ 50 0.5min 20 /min 150 8min
mL 702 10min 20 /min 230 18min 20  /min 280
1.5mL 702 1min
30min

26098-1520

He

TmL/min
15min

TuL
20mL><4
SLE 1mlL/min 35 10:1
1mL
2mL
MS

1.GC/MS

F:\the banned azo dyes?\..\20081029-3 10/29/2008 1:45:33 PM
RT:5.02-7.59 SM: 7G RT:7.21-17.55 SM: 7B RT: 20.32-25.62 SM: 7G RT: 25.92-30.26 SM: 7G
100 RT:5.18 1oo, RT:749 100, RT:2089 100 RT:EB.G
80 ‘
50~ 50~ 50— ] [
60
o AL RT3 o k170 ol l\r?,‘:‘)i%i-ﬁz,zan o
100 RT:5.99 1o RT:890 oo, RT:2110 o |
‘ ] J 2664 2697 7.1
= Nouy Merieninneia )
50 H 50 50 100 RT: 2036
1 RT:5.62 RT:6.32 ] RT:928 - 2090 L‘& 2137 2188 3 80 l‘
o RT:6.05 0 RT: 10.91 0 R 2116 § -
5100 100 100 € o0 ‘
H | H 2
£ 50 50 £ 50 5 7 |
H | | 2 | £ 20 n
g | RTi6.28 1071 |, 1130 g 2086 |, 2141 2173 ] 2801 2853 28.95 | 2958
0 o RTiea7 0 RT: 1372 o ‘ RT:23.47 o RT: 2952
100~ | 100~ 100~ 100
| ] ﬂ 29.55
] ] ] 80 |
50 50 50 l 1 ‘
60 1
] RT:621 | ] ] | B |
o RT: i o RT; 13.16 || RT: 14.08 o 2272 23.03 |} 23.65 a0’ |
e RT:7.07 e RT: 14.80 e RT: $4.zo . “
1 ‘\ 1 ‘ 1 “ k| 28.05 2837 2900 Lizg_gs
] ] ] o § o
50 | 50 50 ‘ 100 RT:20.59
| 1
q RT:673 | RT:732 i RT:14.33 | RT:15.68 3 2378 | 2435 2518 80~ H
0 e A o 2ART A o g
RT:7.32 RT:16.95 RT: 2484 ]
100 100 100 A 0 |
] |
] || . |
50 | 50 | 50 | r \
RT:6.77 | ‘ ‘ 20 | L2074
. | . 2419 \J 28.06 28.17 2851 2927 | LGT
L e ) L e e e ot R B RT%QH_% 0 T T T ‘RT‘ 1\6% = 0y LI e S e 23‘97‘ T Ly—'w T 0y T T T e et 'w"’TJ T
55 6.0 65 7.0 7.5 8 10 12 14 16 21 22 23 2 25 26 27 28 2 30
Time (min) Time (min) Time (min) Time (min)
1) 2) 2,4- 3)2,6 4) 4) 5) 3- 6) 2,4,5- 7) 4- 8) 2,4-
9)2,4- 10) 2- My2- 4 12) 4- 13) 4,4'- 14) 15) 4,4'- 16)
17) 4,4'- 18) 18)3,3'- -4,4" - 19) 3,3- 20) 4,4'- 21) 3,3

2. 2,4- 58% 2,4- 2,6- 66% 63.8%
75% 78%-113%




AMPA SPE-LC/MS

500mg 6mL HyperSep Hypercard ( 60106-402)
LC/MS
6mL 6mL Hypercarb  5um  4.6><100mm
pH=3 35005-104630
5min A 0.2% - B A:B=95:5
20mL 5pL
HPLC-MS/MS 500L/min
) MS
ESI
RT:4.41
S SRM
: 3500V
H e
) 450
1. HPLC-MS-MS
1g 6mL HyperSep Verify-CX ( 60108-732)
pH 6.0 1L 50
HyperSep Verify-AX
1>=<5mL 50uL MTBSTFA*  50pL
1><10mL
2
1 3mL/min 80 30
1><10mL GC/MS
10 10 * TS-48920
GC
1><4mL 1mol/L HCI/ an TraceGOLD TG-17MS 30m>0.25m><0.25um  26089-1420

TmL/min




500mg 6mL HyperSep Retain PEP ( 60107-206)

HPLC
500mL 1%
Hypersil GOLD 5um  150><2.1mm
emL 6mL 1%
500mL 25005-152130
6mL1% A +0.1% B: +0.1%
5%B 1.5 mins 19.5 mins 95%B
emL mins
HPLC 0.6mL/min
10pL
uv
270-320nm
60
‘ : Time(min) " 15H250r12d
M (2) 4- @) 2,4- (4) 2- (5) 4- (6) 4-
(7) 2- (8)2,4- 9) 2,4- (10) 2,4,6- (1)
500mg 6mL HyperSep Retain PEP ( 60107-206)
HPLC
500mL 150g pH 6
Acclaim Explosives E1 and E2  4.6><250mm  5um
3mL 3mL
064305, 064309
500mL 1-2mL/min
/
5mL
S5uL
5mL
1TmL/min
HPLC
254nm
Dimensons: 46250 1.HMX
Torporare, S0 2. RDX
e s ™ 3. 1,3,5-Trinitrobenzene
Delection: - . 254 o 4.1,3-Dinitrobenzene

Peaks: (EPA 8330 mix, 50 ppm each) -
5. Nitrobenzene

6. Tetryl
7. 2,4,6-Trinitrotoluene
8. 4-Amino-2,6-Dinitrotoluene
9. 2-Amino-4,6-Dinitrotoluene
10.2,6-Dinitrotoluene
11.2.4-Dinitrotoluene
12.2-Nitrotoluene
0 9 18 27 36 45 13.4-Nitrotoluene

Mintes 14.3-Nitrotoluene




SPE-HPLC

500mg 6mL HyperSep Retain PEP ( 60107-206)
HPLC
500mL
Hypercarb 7um  50><4.6mm
+ 5mL:5mL
35007-054630
500mL 1-2mL/min
A: 30% /70%
10mL1:1 -
10uL
HPLC 1
e CICI TmL/min
(1) PCB-118 é < 254nm
e | O
(4) PCB-77 R c.
SPE-HPLC
500mg 6mL HyperSep Retain PEP ( 60107-206)
HPLC
500mL
Hypersil Green PAH 3um  100>=<4.6mm
emL 6mL 1%
31103-104630
500mL
A: 99:1 : B:99:1
emL 50:50-5min 50:50-25min 0:100
emL 2mL/min
10uL
HPLC . uv
I.“;’u 254nm
M @ @ @ -
© ©® O ®) el S
© @ (0 H ‘ .| 20
(1) (o) i e
(12 K "
REC l\ ‘ H
(14) (@.h)
(15) (ghi)
(16)  (1,2,3-cd)
@




60mg 3mL HyperSep Retain PEP

( 60107-203)

w/w 20% 10mL10ppm
0.5mL
Retain PEP
2mL ACN/ 40:60 v/v
2mL 1mL/min
300C
1 2mU/min 4mL 214nm
-~y HPLC
Hypersil GOLD 5um  250><4.6mm 25005-254630
5mL
N,N-
60mg 3mL HyperSep Retain PEP ( 60107-203)
N,N-
200 20 2ppm 3mL / 95:5 Vv/v
N,N-
Retain PEP
3mL 1mL
3mL
/ 50:50 v/iv
1 2mbU/min 3mL
HPLC
1mL Hypersil GOLD aQ 5um 250><4.6mm 25305-254630
(ppm) (av) (av) Retain PEP (%)Retain PEP
a 200 360251 213975 60
b 20 28374.536686 20672 56
C 2 3563 28701 81
N,N (ppm) (av) (av) Retain PEP (%)Retain PEP
a 200 1418380 1398427 98
b 20 174334 159897 92
C 2 19483 18386 94




60mg 3mL HyperSep Retain PEP ( 60107-203)

10ppm 10mL
20uL 0.5mL
Retain PEP
2mL ACN/0.2% 10:90 /v
2mL 1mL/min
30
1 2mU/min 4mL : 214nm
1mL HPLC
Hypersil GOLD 5um  250><4.6mm 25005-254630
5mL
500mg 6mL HyperSep Retain PEP ( 60107-206)
0.5 M H,SO, 500mL 5mL
pH 3 20 10 /
Retain PEP
3mL
5mL 0.8mL PEP
5mlL SPE
2
5mlL/min 500mL 3mL
3mL
10mg 6mL HyperSep C18 ( 60108-301)
1L pH 1 10mL / 50:50
Cc18 /
10mL / 50:50 500pL DMF
10mL 5% HCI 500pL
10mL /
100uL  TCTEF 1 2uL GC
8 10mL/min 1
2,4-D
HCI 10mL pH 1.0 24,5 Silvex
15 30
@




500mg 6mL HyperSep Retain PEP ( 60107-206)

500mL 1><5mL
H,SO, pH 2 1>=<1mL
HyperSep Retain PEP
1><5mL 1><3mL THF
1><5mL 3mL
HPLC
1><500mL HPLC
) Hypersil GOLD PFP 3um  150>4.6mm 25403-154630
5mL/min
2.4-
500mg 6mL HyperSep Retain PEP ( 60107-206)
H,SO, pH 2 1><5mL
HyperSep Retain PEP 1>=<1mL
1><5mL 20
1><5mL
1><3mL THF
3mL
1><500mL HPLC
5mL/min HPLC
Hypersil GOLD PFP 3um  150>4.6mm 25403-154630
2,4-
500mg 6mL HyperSep Retain PEP ( 60107-206)
0.5 M H,SO, 500mL pH 1.5-2 5mL
Retain PEP 20 10 /
3mL
5mL 2,4-
5mL 0.8mL PEP
SPE
5mL/min 500mL 2
3mL THF

3mL



500mg 6mL HyperSep Retain PEP ( 60107-206)

497.5mL pH 0.8mL PEP SPE
2.5mL
Retain PEP 2
3mL Retain PEP 59
5mL 3mL 3mL 3mL
Smb omL / 90:10
40 TmL
5mL/min 500mL
HPLC
5mL
20 10 / HPLC
Hypersil GOLD 3um 150>=4.6mm 25003-154630
1g 6mL HyperSep C18 ( 60108-301)
/
500pL DMF
c18 500pL
10mL / 50:50
10mL - 4.,4'-DDE
10mL
8  10mL/min 1 B-
4,4'-DDD
20mL S
4.4'-DDT
15 30
’
10mL / 50:50
60mg 3mL HyperSep Retain PEP ( 60107-203)
1 10% 2ppm 4mL
2 1% 0.2ppm
Retain PEP
omL 1% 85:15 ViV imL
2mL
1% 85:15 v/v
) 1 mL/min
1 2mbL/min 10mL
30
230nm
TmL
HPLC
Hypersil GOLD aQ 5um  150><4.6mm 25305-154630




60mg 3mL HyperSep Retain PEP ( 60107-203)

1><2mL
HyperSep Retain PEP 1>=<2mL 10:90 ViV
1>=<3mL 10:90 /v
1>=<3mL TmL
1>=<3mL
HPLC
20mL/min 1L HPLC
10 15 Hypersil GOLD PFP 3um  150><4.6mm 25403-154630
1><10mL
10 20
60mg 3mL HyperSep Retain PEP ( 60107-203)
10ppm 10mL  / 95:5 viv 4mlL
20uL
Retain PEP ACN/ 4060 /v
2mL 1mL/min
2mL 30
214nm
1 2mbL/min 4mlL
HPLC
Hypersil GOLD PFP 5pm  250><4.6mm 25005-254630
1mL / 5/95 v/v
500mg 6mL HyperSep Retain PEP ( 60108-732)
1L 1>10mL
6N HCI pH 2 10 5
HyperSep Retain PEP
1><3mL CH,CI 1><10mL CH,CI
1><3mL 1>3mL CH,CI
1><3mL 0.05N HCI 40
0.9mL
CH,CI 1.0mL
20mL/min 1L GC/MS
10 15 GC
TraceGOLD TG-5MS 30m><0.25m><0.25um 26098-1420




SPE-HPLC LC/MS

500mg 6mL HyperSep Retain PEP ( 60107-206)
LC/MS
0.2%
Hypersil GOLD 50mm x 2.1mm ID  3um
3mL 3mL
25003-052130
500mL 1-2mL/min
/ 0.1%
5mL
OminsB=20% 15minsB=23% 25minsB=75%
5mL
10uL
HPLC
400 pL/min
Hypersil GOLD C8 5um 150>=4.6mm MS
ESI
25205-154630
SRM
A B:
4000V
0minsB=20% 15minsB=23% 25minsB=75% 300

10pL

1.5mL/min

240nm

1. HPLC

-

H252-010

(1 Simazine (2) Monuron  (3)
Chlorotoluron  (4) Atrazine (5) Diuron
6) Propazine  (7) Linuron

2. 90-102%




SPE-LC/MS

200mg 6mL HyperSep Retain PEP ( 60107-212)

LC/MS
500mL

Hypersil GOLD 50>=<2.1 mm 3um

6mL emL
25003-052130

5mL/min

A: 5mM

5mL B:

min A% B%

4mL 2 0.0 90 10
7.0 80 20

10.0 75 25

18.0 75 25

1.9 LC/MS/MS 20.0 20 80
2. 80% 25.0 20 80
251 90 10

. o ans 40.0 90 10

1004 100
90

28
L1

Propachlor 0A 7 Alachlor ESA

o] 20L

38588
L1 1T 17

8
1

1 250uL/min

19894 109
MS
Propachlor ESA 446

100 4 ESl
" SRM

204 Dimethenamid
o0 ESA

asussszszssd
I T T T T T T Ty

Relative Abundance
2

10706 :: 3500V

Flufenacet ESA 10

5650 300

Relative Abundance

ssssss3ssd
LT 1T 1T 1T 1717

704 Metolachlor ESA
84875 w0

assessgszssd
LI T T T T TT 1y

Dimethachlor ESA
(Surrogate)

348890

5493

sa3sssss3s88
LT I T 1T 1T 1713

70 Butachlor ESA
Acetochlor ESA LR (Internal Std)




60mg 3mL HyperSep Retain PEP ( 60107-203)

1% 05 1ppm 2mL
Retain PEP
2mL 1% 1:1 1mL
2mL1%
/1% 11 v
1 2mU/min 10mL HPLC
Hypersil GOLD aQ 5um 250><4.6mm 25305-254630
1mL 1%
n=3
1 2 3
1.472 0.000 1.367 1.541 1.524 1.477 0.096 100.3
4-nitro phenol 1.469 0.000 1.229 1.308 1.430 1.322 0.101 90.0
m- 1.374 0.000 1.294 1.540 1.548 1.461 0.144 106.3
2- 0 0.613 0.000 0.527 0.684 0.641 0.617 0.081 100.6
2,4- 1.630 0.000 1.305 1.613 1.621 1.513 0.180 90.392.8
2,4,6- 1.655 0.000 1.365 1.609 1.511 1.495 0.123 95.690.3
1.470 0.000 1.259 1.487 1.472 1.406 0.128 95.6
2g 15mL HyperSep C18 ( 60108-701)
0.45um 20mL
200mL 2mL /
2
Cc18 /
15 20mL 100uL 1 2uL
15 20mL GC
10mL
1026
8  10mL/min 200mL 1221
1232
20mL 1242
1248
20 30 1254

1260




500mg 3mL HyperSep NH, ( 60108-518)
0.45um 20mLTCTFE
200mL 2mL /
2
NH, /
20mL / (TCTFE) 100uL  CTFE 1 2 GC
15 20mLTCTFE
5
15 20mL (e)
20mL (o)
K
8 10mL/min 200mL (a)
(a,h)
20mL (9.hi)
(@ (1,2,3-cd)
30
(SPE-LC/MS)
200mg 6mL HyperSep Retain Ax ( 60107-412)
LC/MS
200mL
Thermo Scientific HypersilGOLD 4.6><100 mm, 3pm
6mL eml
25003-104630
5mL/min
A: 0.5% +0.04%
5mL 2% B: 0.5% +0.04%
5mL 5% 20pL
200puL/min
MS
(ES))
LOQ (SRM)
13
(LOQs)  0.5-5pg/ml 4000v

375



(SPE-LC/MS)

200mg 6mL HyperSep Retain PEP ( 60107-212)
LC/MS
50mL 200mL pH
4 Hypersil GOLD 150>=2.1 mm, 3pm
6mL 6mL 25003-152130
SmL/min / 0.1 % FA
SmL OminsB=20%, 15mins ~ =23%, 25minsB=75%
4mL 2 20uL
1.5 LC/MS/MS 200pL/min
MS
mo% ‘ 250108, 156 (ES')
“3 spy
i (SRM)
254108, 156
* SMX
e 4000V
2 256 108, 156
5 i S1Z 1
2w 350
2 . 258112, 160
£ 3 D4-SMX (1.S.) l
" 260112, 160
*3 D4sTZ
o 265108, 156
*2 SMR
" 279186, 204
*3 smz
0 5 10 15 e (ml‘:) 25 30 35

22ng/L

2.L0Q:5

3. :
3.1%

1

LC-ESI(+)-MS/MS SRM

LOQ  11-55ng/L
72%

9.0%




200mg 3mL HyperSep C18 ( 60108-303)

LC/MS
4 0.7um Thermo Scientific HypersilGOLD
0.45pm 24 50=<2.1mm 3 pm

25003 - 062130

3mLMTBE, 3mL 3mL
A 0.1%
1L 5mL/mi B
3mL T=0, A=90%, B=10%
T=1, A=90%, B=10%
10/90 MeOH/MT  E3ML T=15, A=1%, B=99%
3mL T=16.5, A=1%, B=99%
T=17, A=90%, B=10%
T=22, A=90%, B=10%
20 yL
500 plL/min
MS
APCIl+
1. LOQ: (LOQs)
0.03-2ng/L 500
2 .
72%~94%
(%RSD) 3%~11% 250
CID
-10v
3 RSD
(min ) LOD*(ng/L) R2** ***(%) RSD(%)
5.46 0.5 0.9998 9N 7
5.79 0.07 0.9995 87 9
10.14 0.30 0.9981 84 9
10.76 0.09 0.9999 86 5
11.41 0.03 0.9995 86 3
12.62 2.00 0.9996 85 9
17-a 12.85 0.50 0.9931 73 10
12.88 0.10 0.9979 72 6
12.94 0.60 0.9989 79 9
14.44 0.08 0.9994 94 4
CC 15.10 0.20 0.9970 81 10
15.17 2.00 0.9991 84 6
8.82 0.90 0.9993 77 6
12.00 0.60 0.9989 83 11
*LOO( Mille lles River
R2* 10-100ng/L

o 50ng/L, n=6



200mg 3mL HyperSep C18 HyperSep Retain-CX

( 60108-303, 60107-304)

LC/MS
1.2pm 45
pm 250mL ThermaScientific Hypersil GOLD
( 50mM) 1 mL5%
Na2EDTA(W/v ) 1.0M pH 25003-052130
3
A 01% )
3mL 3mL
1L 5mL/min HyperSepC18 (min) A% B%
0 90 10
3mL 2 80 20
15 75 25
2>2.5mL (1:1), HyperSep Retain-CX, 17 50 50
2>2.5mL 5% (1:1) 20 5 95
25 5 95
30 90 10
50><2.1mm, 3 pm
20pL
200pL/min
MS
(ESI)
(SRM)
1. LOQ: 3500V
0.3-22ng /L
2. : 54%-105% 350
60mg 3mL HyperSep Retain PEP ( 60107-203)
(pH 2.5) (%) Retain PEP
Retain PEP 2;
5mL -
5mL (pH 2.5) - 89
- 86
1 2mb/min 10mL 99
- 81
3mL (pH 2.5) 15
- 82
5mL ACN/ (PH7.8)(9:1,v/V) i 93
- 107
Tmk HPLC
ACN- - (02% ) Hypersil GOLD 5pm, 250>=4.6mm 25005-254630
1 mlL/min

:30




10g 75mL HyperSep C18 ( 60108-703)
%B
10 100 25 0
60 15
15
50% H,SO, pH Z +ve m z-ve m z
141
238 184
HyperSep C18 24D 238 184
1><5mL 218 199
1><5mL 252 235
MCPP 232 213
2,4,5-T 272 218
2,4,5-TP Silvex 286 269
10mL/min 228 240
2,4-DB 266 247
2,4-D, 321 185
2><5ml 24T, 372 195
T 2mb/min 2.45T, 328 195
<40 2.4-D, 350 161
100uL GC
10 100uL LC/MS ODS-Hypersil C18 5pm, 100><2mm 30105-102130
01 M A): B) MDS2-Hypersil C18 3um, 100><2mm 30303-102130
500mg 6mL HyperSep Hypercarb ( 60106-402)
MRM
250mL OA 206/134
HyperSep Hypercarb OA 224/152
13<20mL / ESA 256/80
13¢30mL ESA 274/80
OA 270/198
1>3ml ESA 320/80
OA 264/160
10  15mL/min OA 264/146
ESA 314/80
1><5mL OA 278/206
ESA 314/80
ESA 328/80
ESA (sur) 300/80
ESA (IS) 356/80
1><15mL /
5mL/min
GC

60 70

TmL5mMM

/ LC/MS/MS

Hypersil GOLD 3pm, 150><2.1mm

25003-152130




EPA

8330B-

500mg 6mL HyperSep Retain PEP ( 60107-206)

2.0g 25mL
29
0.1mL
LCS, LCSD
0.5mL
10mLACN
/ 1
18 (<100C)
15 20

CaCl,(56.0g/L)  5mL

1gm
3mL
3mL

1mL

1><5mL ACN
1><15mL IPA
1><15mL CH,OH

1><5mL ACN
1><15mL ACN

12mL

5.0mL

HyperSep Hypercarb

1><20mL ACN
1><20mL ACN
1>50mL
1>50mL

1>=<15mL ACN
1><30mL

10mL/min

1><4mL ACN

1><5mL ACN

40
0.7mL

0.7mL
100pL LC/MS
: 0.50mL/min
: 50:50

GC

Hypersil GOLD 5pm, 250><4.6mm

25005-254630

Hypersil GOLD C8 3um, 150><4mm

25203-154030

Hypersil GOLD CN 5pm, 250>=4.5mm

25805-254630

Betasil Phenyl Hexyl 5um, 250><3mm

73005-253030




EPA 508

10g 75mL HyperSep C18

( 60108-703)

1L
MgCl,( 10mg/L)
HyperSep C18
1><1 mL 1:1 EtAc/CH,Cl,
1>10mL
1><10mL

1><5mL
50uL
1 2mbL/min

1><10mL EtAc
1><10mL CH,Cl,
1><3mL EtAc/CH,Cl,

SPE

40

TmL

1 2uL GC

GC

0.8mL

TraceGOLD TG-OCP | 30m>0.25m>0.25um

26078-1420

HyperSep Aminopropyl, HyperSep Retain-AX, HyperSep SAX  HyperSep Verify-AX

HyperSep

TmL
1><3mL
1><3mL

1 3mL/mi 10 50mL

1>10mL
( >10 5 )

100mM
1>=<3mL (100mM)
1 3mbL/min

1><3mL
1 3mbL/min



100mg 1mL HyperSep C18 ( 60108-302)
10uL  HPLC
Verify-CX 100pg/mL
3mL :3.162
3mL / (50:50)
:1.2mL/min
1 mL/mi :10pL
(254nm)
TmL
4'4 GC
1M 0.25mL Hypersil GOLD 5pm, 250>=4.6mm 25005-254630
60mg 3mL HyperSep Retain PEP ( 60107-203)
100mL 10mg 100ppm 2mL
25mL (100ppm) 50mL
( 50ppm) omL / (5/95, vN)
25mL (100ppm) 50mL 5 10 =10 /
1%H,PO, ( 50% 1 %H,;PO,) )
Retain PEP
2mL 2mL
2mL
<50
1mL
60mg 3mL HyperSep Retain-CX ( 60107-303)
100mL 10mg 100ppm 2mL
25mL (100ppm) 50mL
( 50ppm) omL / (5/95, v/v)
25mL (100ppm) 50mL 5 10 =10 /
1%H,PO, ( 50% 1 %H,PO,) )
Retain PEP
2mL 2mL
2mL
<50

1mL




Hyclone

60mg 6mL Retain PEP  CX ( 60107-203  60107-308)
100mL 10 - (100ppm) 1><2mL 5% CH,OH
25mL - 50mL
25mL - 50mL 1>=<2mL CH,OH
1><2mL CH,OH SPE (1%)
1><2mLH,O0 2mL 1 2
HyperSep Retain PEP+50% 58.5 40.3
omL HyperSep Retain-CX+50% 94.6 94.6
200mg 6mL HyperSep Verify-CX ( 60108-722)
1 mL 100mM (pH 6.0) * 1>=<2mL
imL 1>=<2mL 20% 100mM (PH=6.0)
/ ( >10 10 )
pH 6.0%0.5 1><2mL
100mM pH
1=<5mL 2%
HyperSep Verify-CX 1 2mbL/min
1>=<3mL
1><3mL <40
1><1 mL 100mM (pH=6.0)
<3
HPLC
1mL/min * -D5  Alpha- - -D5
-D4 -D5 -D5
GC
BETASIL Phenyl/Hexyl 5um, 150><4.6mm 73005-154630




GC GC/MS

200mg 10mL HyperSep Verify-CX ( 60108-742)
2mL imL B- 1=<5mL 4%
B- 100mM 1 2mbL/min
(pH=5.0)  5.000 F /mL Patella Vulgata
/ <40
65 3
2,000rpm 10 50NL 50}L  STFA*™*
HyperSep Verify-CX ( 1%TMCS}*™
1><3mL
1><3mL /
1><1 mL 100mM (pH= 6.0) 70 20
<3
BSTFA
TmL/min
GC/MS 1-2uL
1>=<2mL
1><2mL20% 100mM
(PH 6.0
( >10 5 )
1><2mL
ok
-D5-TBDMS 332 334 333
-TBDMS 327 328 329
-D5-TBDMS 462 519 462
-TBDMS Serax Serax 457 513 459
-D5-TBDMS 362 390 288
-TBDMS Restoril® 357 359 385
-TBDMS Ativan® 491 513 493
Klonopin® 372 374 326
7- -TBM 456 458 513
Valium® 256 283 221
-TBDMS 345 347 402
- 269 241 324
a- -TBDMS Versed® 398 400 440
-TBDMS 357 310 356
7- -TBDMS 397 324 398
Xanax® 308 279 204
a- -D5-TBDMS 386 388 387
a- -TBDMS 383 384 381
Halcion® 313 314 342
a- -TMS 415 417 190
* GC/MS -D5
* 7S-38831
GC
TraceGOLD TG-5MS 30m>0.25m>0.25um 26098-1420
10




: GC-GC/MS

200mg 6mL HyperSep Verify-CX ( 60108-722)
1 mL 100mM (pH= 6) 1>=<3mL (98:2 v/V)
* 1 2mL/min
1mL / 1g}1:4)
/ <40<
3mL 100mM (pH=6)
pH 6.0+0.5 500L 50uL  STFA( 1 % TMCS*)
100mM 70 30
pH
/ 1 GC/MS

1mL 5000 F /mLb-

(oH=5.0) 308 279 204
) Y 513 284
Apha- - 318 396 383
imL Alpha- - -D5* 386 401
/ 256 283 284
65 3 D5 287 289
429 430 347
» 000 0 D4 433 435
el 34 342 343
3mL 100mM (pH 6.0) _D5* 345 347
HyperSep Verify-CX 429 313 430
1><3mL100m M (pH 6) 948 257 288
D5 348 262
<3
-D  Alpha- - -D5 -D4
-D5 -D5 -D5
7S5-38831
1 2mL/min
) GC
1><3mL 5% p/v)  100mM (PHE) TraceGOLD TG-5MS 30m»=0.25m=0.25um  26098-1420
( >10 5 )
1><3mL
( >10 5 )




LC/MS/MS

200mg 6mL HyperSep Verify-CX ( 60108-722)
1mL100m M (PH=6) 1>=<3mL 7 (98:2 v/v)
* 1 ZmlL/min
1mL / 19(1:4) /
3mL 100mM (PH=6) <40<
pH 6.0 05
100mM pH / 50uL 0.02% ( )
LC/MS/MS
30:70( :0.02%
1mL 5000 F /mL b- :0.35mL/min
(pH=5.0)
5uL MS
1mL
/ MRM
309.1/281.2
650C S -D* 314.1/286.2
Alpha- - 325.1/242.9
2,000rpm 10 Alpha- - -D5* 330.1/302.2
3mL 100mM (pH 6.0) 300.1/227.0
HyperSep Verify-CX 285.5/192.5
* 292.2/198.2
1><3mL
321.1/2751
1><3mL 100mM (pH=6) D4+ 305 1/279.0
271.1/1401
<3
-D5* 275.6/40.1
287.1/241 1
y omlL/min -D5* 290.2/198.2
301.1/255.1
-D5* 306.1/260.1
1><3mL 5% w/v) 100mM (pH®6)
-D Alpha- -D5 -D4
( >10 5 -D5 -D5 -D5
1><3mL
( ~10 5 GC

Hypersil GOLD PFP 3pm, 150><2.1mm

25403-1562130




Beta GC/MS

200mg 10mL HyperSep Verify-CX ( 60108-742)
1 mL 100mM (pH 4.5) 1mL <40
2mL 100mM (pH 4.5)
/ : ( )
5mg/mL
HyperSep Verify-CX -20 | )
1>=<3mL
1><3mL 100pL ( )
1><3mL 100mM (pH 4.7) /
2><1mL / (1:1) 1 2uL ( ) GC/MS
( >10 5 )
Beta GC
1><1mL / (78:20:2) TraceGOLD TG-5MS 30m>0.25m><0.25um 26098-1420
1 2mL/min ( )
200mg 10mL HyperSep Verify-CX ( 60108-742)
:B-
2mL 1mL <40
B- 100mM (pH5.0) 50pL 50uLMTBSTFA( 1%
5.000 F L Patella Vulgata TBDMCS)
/ /
65 3 90 20
1><3mL
1><3mL
1><1 mL 100mM (pH 6.0) 1 2uL GC/MS
1 2mL/min -TBDMS 372 374 326
7- -TBDMS 342 344 399
1>=<2mL -D4-TBDMS 376 378 377
1>=<2mL 20% 100mM 7- -D4-TBDMS 346 348 403
(PH=6.0) © Goms D4 7 -D4
( >10 5 ) - 75-48927
1><2mL
/7-
1>3mL 2% NHQOH GC
1 2mb/min TraceGOLD TG-5MS 30m>=0.25m>=0.25um  26098-1420




Beta
200mg 10mL HyperSep Verify-CX

GC/MS

( 60108-742)

TmL (pH 4.5) 1mL <40
2mL (pH=4.5) ( )
/ 5mg/mL
200C( )
HyperSep Verify-CX
1>=<3mL 100pL ( )
1><3mL /
1><3mL100m M (pH 4.5) 70 15

1 2my/
1 2 GC/MS
2>1mL / (1:1)
( >10 5 ) GC
Beta TraceGOLD TG-5MS 30m>0.25m>0.25um 26098-1420
1><1mL / / (78:20:2)
200mg 10mL HyperSep Verify-CX ( 60108-742)
1 mL 100mM * 1>=<3mL
1mL / 1><3mL10  mM
2mL 100mM ( >10 5 )
/ / /
HyperSep Verify-CX 1><3mL (90:10)
1><3mL 1 2mbU/min
1><3mL
1><1 mL 100mM
1000pL 0.1% ( )
1 2mL/min 20uL LC
. 8
GC

Hypercarb 3um, 50>=<2.1 mm 35003-052130




DHEA, GC GC/MS
200mg 10mL HyperSep Verify-CX ( 60108-742)
5mL 5mL n- 10
3000rpm 5
pH 5.5-6.5
30
3,000rpm 5
HyperSep Verify-CX 50pLMSTFA/NH41/ (1,000:2:5, V/W/W)
1><3mL 70 20
1><3mL 3000rpm 1 GC
1>=<1 mL 100mM (pH 6.0)
1 2uL GC/MS
*%*
1><3mL 432 417
( >10mm ) 432 417
DHEA 432 417
1><3mL 16a * 520 259
T 2mb/min GCMS 20ng/mLcr16a
2mL 200mM
P 7.0 250 p GC
/ 500C 1 TraceGOLD TG-5MS 30m>0.25m>0.25um  26098-1420
1;1 NaHCO04/Na,CO0,
pH  10-11
100mg 1 mL HyperSep Diol ( 60108-572)
imLp 6 2mL 2>3mL
/
5m1 pH 6 55
10 2700rpm
15
HyperSep Diol 100uL 100uL 1 % t-BDMCS  MTBSTFA
1><3mL 70 30
1><3mL
1><3mL GC/MS-NCI 1L
1><3mL 0.1mM (pH=6.0)
MTBSTFA
-D5 -D4
1><3mL GC
1><3mL5% 0.1 mM (PH=6.0) TraceGOLD TG-5MS 30m>0.25m><0.25um 26098-1420
>10
5

1><3mL




60mg 3mL HyperSep Retain PEP ( 60107-203)

100mL 10mL (20mg/L)
30mL ACN:20mmol (pH 4) (40:60, v/v)
0.5% 100mL 1mL
2ppm
Retain PEP :ACN:20mmol (pH 4) (40:60, v/v)
2mL :1.0mL/min
2mL :10uL
:30
2mL :290nm
2mL 5% 0.5% ,Gc
Hypersil GOLD 5pm, 250>4.6mm 25005-254630
2mL1%
60mg 3mL HyperSep Retain PEP ( 60707-203)
HyperSep Retain -PEP
1><3mL
1><3mL (%)
97.9
s E 9.3
74.0
1><3mL 1.9
1=<3mL 5% 93.9
541
1><3mL 98.6
58.6
45.6
GC/MS
500mg 6mL HyperSep SAX ( 60108-434)
1mL 100pL D3-MMA 1>=<5mL3% MTBE 1 2mb/min
1mL
/ 20
2000rpm 5 <35
1><3mL 25uL MSTFA+1%TMCS 2561
1>=<3mL
60 20
SPE
1 2uL GC/MS
1><10mL
3 GC
1><5mL TraceGOLD TG-5MS 30m>0.25m>0.25um 26098-1420
3
1><2mL MTBE*
3




/ GC GC/MS
100mg 1mL HyperSep C18 ( 60108-302)
500uL 20% * 1><1mL2%
/
500uL / <40
/
50pL 50uL BSTFA( 1 % TMCS)
HyperSep C18 **500L
1><3mL 70 30
1><3mL
1><1 mL100mM  HCI
1 2uL GC/MS
<3
-TMS 210 225 182
T2my -D10-TMS" 220 235 192
* 1- -1- (FID): -D10(GC/MS)
1><3mL o 75-38831
1><3mL
1><3mL GC
( ~10 5 ) TraceGOLD TG-5MS 30m>0.25m>0.25um 26098-1420
/ LC/MS
200mg 6mL HyperSep Verify-CX ( 60108-722)
0.2 0.5mL 1mL ( ) 1><3mL
1><3mL
* 1><3mL
/ ( >10 10 )
1=<3mL 2%
3mL 100mM  HCI 1 2mbL/min
/
HyperSep Verify-CX <40
1><3mL 100
1><3mL 5 GC/MS
1><1mL 100mM  HCI . D10
<3 GC
Hypersil GOLD 3pm, 150>=<2.1 mm 25003-152130
1 2mbL/min
@




GC GC/MS

200mg 10mL HyperSep Verify-CX ( 60108-742)
2mL 100mM (pH =6.0)
* 1><3mL /IPA/NH,OH (78:20:2)
2mL 1 mL/min
pH 6.0 05 "
IPA/NH,0H
100mM pH (oH 11-12)
/
HyperSep Verify-CX <40
1><3mL
1><3mL 100pL
1><1 mL 100mM (pH 6.0)
1 2uL GC/MS
<3
TmL/min b
84 133 162
-D4* 88 137 166
1><3mL 98 119 176
1><2mL200mM HCI -D3* 101 122 179
( >10 -D4 -D3
1>=<2mL
GC
1><3mL TraceGOLD TG-5MS 30m>0.25m>0.25um 26098-1420
( >10
200mg 3mL HyperSep Cyano ( 60108-747)
1mL 2>3mL1%
TmL 1 2mbL/min
8mL
/ <40
HyperSep Cyano
1><3mL 100uL 0.1% ( )
1><3mL 50uL LC-UV/260nm)
<3 ’
GC
1 2mbL/min Hypersil GOLD 3pm, 1560><4.6mm 25003-154630
1><3mL1% ( )

( >10




200mg 3mL HyperSep Retain-AX

( 60107-401)

3% 500uL LC/MS/MS
HyperSep Retain-AX ACN:3mmol/L 85:15)
1><1mL
1< 1mL MRM
281.2/281.2
0.5mL 315.2/315.2
c17 269.2/269.2( C17)
1>1 mL 1% CH403S
1mL GC
Hypersil GOLD 5pum, 150><4.6mm 25005-154630
1><1mL ACN(1% )
- GC GC/MS
200mg 6mL HyperSep Verify-CX ( 60108-742)
2mL 400uL 1><3mL / /
200uL 10% (84:12:4)
/
90 40 <40
200pL1:1
2,000rpm 10
500 pL 50% /
/ 60 60
50% pH 5-60
<40
2mL imL (B3- 50uL / (70:30)
B- 100mM (pH 5.0)
5.000 F /mL Patella Vulgata 1 2uL GC/MS
60 3
2,000rpm 10 —
1.0 N NaOH DH 5-6 299 249 214
355 282 229
1><3mL -D3* 358 285 232
1><3mL 371 314 298
11 mL 100mM (oH 6.0) 285 341 228
6- 327 268 383
= 357 300 413
341 268 397
1 omlL/min -D3* 344 271 400
¢ Goms -D3 -D3
1><3mL
1> 3mL 100mM (pH 4.5)
1>3mL GC
( =10 5 ) TraceGOLD TG-5MS 30m>0.25m>0.25um 26098-1420




GC GC/MS

200mg 10mL HyperSep Verify-CX ( 60108-742)
2mL 400uL 100pL 100pL BSTFA
( 1%TMCS}*
200pL 10%
/ /
90 40 70 45
15
MTBSTFA
2,000rpm 10
500pL50%
/ 1 2uL GC/MS
50% pH 56
*kk
2mL
-D4 251 222 250
/ 247 218 246
60 ( -D4 TMS* 308 280 309
) T™MS* 305 276 304
200uL10% T™MS 335 245 290
50 30 O- ™S 393 378 303
N- T™S 393 378 116
pH 56 ™S 357 342 289
2,000rpm 10 -D3 TMS* 374 350 346
D6 TMS* 377 349 316
1><3mL ™S 371 356 343
15¢3mL ™S 429 414 356
™S 373 315 358
1><3mL-100mM (pH 6.0) -D3 TMS* 432 417 404
-3 -D6 TMS* 435 420 404
™S 429 414 401
™S 487 472 414
1 2mL/min 369 327 268
-D3 TMS 389 300 374
-D6 TMS 392 303 377
1><3mL ™S 386 297 371
1>3mL 100mM (pH 4.5) -D3TMS 447 432 358
1>3mL T™S 444 429 355
( ~10 5 -D3TMS 477 462 420
-D6 TMS 480 465 420
T™S 474 459 417
1><3mL /IPA/NH,OH (76:20:4) D3NS o o0 290
1 2mL/min ™S 532 517 287
|PA/NH40H * GC/MS D4- D4- D3- D3-
D6- D6- D6- D6- LOD/
(pH 11-12) LoQ
. 75-38831

<40




GC/MS

200mg 6mL HyperSep Retain-CX ( 60107-314)
( )
1mL 1.0mL B- 50uL 50uL BSTFA( 1 % TMCS™),
B- 100mM /
(PH 5.0) 5.000 F /mL Patella 70 20
Vulgata) 600C T 3
10 MTBSTFA
1.0N NaOH pH 6.0 0.5
1 2uL GC/MS
( ) imL
1mL 100m M (pH 6.0)
( )
-TMS 371 234, 343
-DB-TMS* 377 237, 349
1 2mb/min -TMS 429 401, 414
-DB-TMS* 435 404, 420
1><1mL 6- -TMS 399 400, 340
1><1 mL 100mM (oH 4.5) 6- -D6-TMS 405 406, 343
1><1mL * -D6-TMS -D6-TMS
( 210 3 * 75-38831
GC
2><0.5mL /IPANH,OH (78/2072) 1 TraceGOLD TG-5MS 30m=0.25m=0.250m 260981420
2mL/min
<40
/ LC/MS/MS
200mg 10mL HyperSep Verify-CX ( 60108-742)
1mL100m M (pH=6) * 1>3mL (78:20:2)
1mL / 1 2mbL/min
2mL 100mM (pH=6)
/ <40
HyperSep Verify-CX 100pL
1><3mL : 5 LC/ MS
1><3mL
1><3mL 100mM (pH=6) MRM
330.0/90.1
<3 -D6* 336.0/76.1
-D6
1 2mbL/min GC
Hypersil GOLD 3um, 50>4.6mm 25203-054630
1><3mL
1><3mL 100mM
1><3mL

( >10 5



60mg 3mL HyperSep Retain PEP ( 60107-203)

100mL 10mL (100mg/L)
30mL ACN:20mmol (pH 4) (30:70, v/v)
0.5% 100mL 1mL
10ppm
Retain PEP :ACN:20mmol (pH 4)
2mL (40:60,v/V)
2mL :1.0mL/min
L
2mL :30
(290nm)
2mL 5% 0.5%
GC
omL 1% Hypersil GOLD 5pm, 250><4.6mm 25005-254630
/ HPLC
200mg 10mL HyperSep Verify-CX ( 60108-742)
4mL 2mL 100m M 1>=3mL
(PH=6.0) 1><1mL 100mM
1mL / 1><3mL
/ ( >10 5 )
2,000rpm 10
pH 6.0+0.5 1><3mL /IPA/NH,OH (78:20:2)
100mM pH 1 mL/min
HyperSep Verify-CX
13<3mL IPA/NH,0H
(pH 11-12)
1><3mL
1>1mL100m M (pH=6.0}
- <40
200uL : (1:3)
1 mL/min U / 30
100uL  LC 235nm
30% 0.25M (pH 2.7)

:2mL/min




200mg 6mL HyperSep Retain PEP ( 60107-212)

50mL 50mL 0.1 M ZnS0,
/ 1 2mbL/min
500mL *
/ 1>=<2mL
( >10 20 )
500mL
/ 750mL
HyperSep Retain PEP 1 2mbL/min
1>=<2mL
1><2mL LC
<3 “
GC
Hypersil GOLD 3pum, 150><4.6mm 25003-154630
/ HPLC
200mg 10mL HyperSep Verify-CX ( 60108-742)
2mL 100mM (pH=6.0) * 1>=3mL
1mL / 1>1 mL 100mM
/ 1><3mL
2,000rpm 10 ( >10 5 )
pH 6.0+0.5
100mM pH 1><3mL /IPA/NH,OH (78:20:2)
1mL/min
1><3mL
13<3mL IPA/NH,0H
(pH 11-12)
1>1 mL 100mM (pH=6.0)
<3
<40
1 mL/min 200pL : (1:3)
/ 30
100puL  HPLC
®




(SPE-LC/MS)

10mg 2mL SOLA HRP 96- ( 60309-001)
LC/MS
imL 1mL Accucore RP-MS 2.6um 2.1>100mm
TmL 17626-102130
200uL  / (80; 20) A ++0.1%
B: +0.1%
200pL 2 :
40 200pL /min % A %B
: 0.00 75 25
1. 25ng/mL LC/MS 0.02 75 25
4.00 25 75
100 5 4.50 25 75
5 ] 4.51 75 25
6.00 75 25
0 AN A .
100 0.6 mL/min
50 :
25
0 A—A :
100 5 2.5uL
50 E MS
] l (HES)
0 (SRM)
100 5
] 3000V
0 L 300
100 -
50 -
] . 1M-a Beta-
] Hydro- . Corti-
0 4rrr [TTT [ T T[T [ T[T T[T rT[rrrr] Compound cortisone Cortisone costerone Ijgg;?é(%pnrg mEtPIaSS)one
00 05 10 15 20 25 30 35 40
Time (Minutes) P
r?;:};?"’ 36323 | 36130 | 34729 | 33129 | 39328
1-a (1) @) ©) P(r%d/g)“ 12103 | 16312 | 32027 | 29524 | 373.26
“) IS(5) Collision
2.4 85-130% energy (eV) 21 20 10 " 5
RSD<12 %(n=6) S-lens
(RF voltage 87 102 82 84 63
Compound n Average Endogenous Precision
P Level (ng/mL)
Hydrocortisone 6 17.3 11.1 %
Cortisone 6 55.6 7.4 %
Compound n QC Level | Accuracy | Precision
6 High -2.52 % 1.3%
Corticosterone
6 Low -1.81 % 25%
6 High -3.83 % 2.0%
11-a hydroxyprogesterone
6 Low 1.50 % 34 %
3 1ng/mL-1000ng/mL

R2>0.99




B-

10mg 1 mL SOLA SCX

(SPE-LC/MS)

( 60109-002)

500pL 500pL
200pL
250uL  +0.1% 2509L +0.1%
250uL DCM/IPA+S% (80; 20)
40 : (80; 20) 200pL
1.05mg/mL 5 B3- HPLC
140 4
120
2
100
80 7 5
6071 1 3
o)
T 40
20
0
-20
40
-60 T T T T T
0 0.5 1.0 1.5 2.0 25
Time (Minutes)

M @ ©)
“) ©)

2 0.05mg/mL5 3-
80% RSD<5 %(n=6)

Atenolol |Pindolol (IS){ Metoprolol | Propranolol | Alprenolol

%RSD 42 32 36 38 44

%RECOVERY|  87.7 79.4 937 88.3 88.5

LC/MS
Accucore C18 2.6pum 2.1><50mm
17126-052130

A +0.1%
+0.1%

/Min %A %B
0.00 90 10
2.50 60 40
0.7 mL/min
45
TuL

uv:
220nm



(SPE- HPLC)

10mg 1 mL SOLA SCX ( 60109-002)
HPLC
1mL 1 mL Accucore R MS 2.6um50>=<3 mm
350uL 17626-053030
350uL +2% A: 20mM
1 .
350uL :
2 /min % A %B
350uL +5% 0.0 95.00 5.00
1 2 50uL 350uL 0.5 95.00 5.00
5 5.00 95.00
5.5 5.00 95.00
5.6 95.00 5.00
7.5 95.00 5.00
0.8 mL/min
25
10uL
uv:
254nm
1. 10pg/mL HPLC
120 4 80
3
100 4
1 60
2
80
40 !
60
D 40 A o 204
E E
3
20 o )
0 -
Jd -
20 _
-40 - -40 -
0 10 20 30 40 50 60 0 170 2'.0 370 4To 570 efo
Minutes Minutes
1. 2. 3.1S 1. 2. 3.1S




10pg/mL

HPLC

120 A

100

80

60

40 1

mAU

20 1

-20 4

40

1.0

2.0

3.0 4.0

Minutes

5.0

6.0

80 1

60

40

20

mAU

-20 4

40

0 1.0 2.0 3.0
Minutes

4.0

5.0 6.0

3.1S

87-102%

RSD<11.8%(n=3)

Hydro-
cortisone

Corticosterone

Procainamide

Propranolol

Amitriptyline

% Recovery
extracted
standards

using
SOLA CX
cartridges

96.7

95.9

916

102.3

95.4

% Recovery
from plasma
using SOLA CX
cartridges

914

958

98.3

976

953

% Recovery
from urine
using SOLA CX
cartridges

98.5

98.9

87.3

94.2

96.9

% RSD
extracted
standards

using SOLA CX
cartridges

272

2.86

2.29

8189

278

% RSD from
plasma using
SOLA CX
cartridges

458

6.44

11.8

371

5.18

% RSD from
urine using
SOLA CX
cartridges

1.31

1.08

1.73

291

1.83

2. 3.1S




10mg 1 mL SOLA SCX

(SPE- HPLC)

( 60109-002)

HPLC
1mL 1mL Syncronis C18 50m 100>=<4.6 mm
250uL ++18 97105-104630
250Uk +2% 250gL +2% A: 20mM
B:
250uL +5% :
40 200uL /min % A %B
0.0 95 5
120 2 1.0 95 5
1. 100 5.0 5 95
10ug/mL " 5.5 5 95
IS 5.6 95 5
7 8.0 95 5
LC B w0 1 :
2 ’\ 1 mL/min
. L‘L/ 30
’ ‘ ’ Minautes ) ’ ’ 1OHL
uv:
1) 2) 277nm
2. 119% RSD = 4.03%(n=06)
200mg 3mL HyperSep SLE ( 60109-200-3-7)
: LC/MS
400pL +1S( -D3) :
: Hypersil Gold 5pm 4.6>150mm
5min :
: 25005-154630
1.4mL  0.5-1% 1 ml/min :
40 200pL A: +0.05%
B: +0.05%
/min %A %B
0.00 75.00 25.00
1 6[3- 80% RSD <12% 20.00 0.00 100.00
1TmL/min
40
10uL
MS
Instrument: Triple Ouadrupde e.g. TSQ Vantage
lons:
Oxymorphone: 302.2— 227.2(m/z)

b B -hydroxyoxymorphone:  304.3— 268.2(m/z)




25-OH Vit D2 25-OH Vit D3 (SPE- LC/MS)

10mg 2mL SOLA HRP 96 ( 60309-001)
LC/MS
500 500uL 2% Syncronis C18 1.7pm 50><2.1 mm
200pL 97102-052130
200pL / (60:40) Ar +0.1%
B: +0.1%
200pL 2 :
40 : (30; 70) 100pL 2min  70-100%B
0.8mL/min
40
50uL
MS
1. 25-OH Vit D2  25-OH Vit D3 >94% RSD<4.0% LOD 5ng/mL
Standard = Concentration Average Precision Standard | Concentration Average Precision
(ng/mL) Calculated (%CV) (ng/mL) Calculated (%CV)
Concentration Concentration
(n=6) (n=6)
QCL 15 25105 3.7 QCL 15 77549 3.4
QCM 250 402130 2.6 QcMm 250 387542 2.7
QCH 600 1131285 3.4 QCH 600 938040 4.2
25-Hydroxy Vitamin D, 25-Hydroxy Vitamin D4
Standard Response % Recovery | % Standard Response % Recovery = %
at each level = Recovery at each level = Recovery
Average QCL area Average QCL area
response 25105 93.8 response 77549 908
Average overspike Average overspike
area response 26774 area response 85371
Average QCM area Average QCM area
response 402130 915 response 387542 6.7
Average overspike ’ 94_4 Average overspike ’ 96_3
area response 439544 area response 400888
Average QCH area Average QCH area
response 1131285 978 response 938040 101.3
Average overspike Average overspike
area response 1156632 area response 925778
25-Hydroxy Vitamin D, 25-Hydroxy Vitamin D,
2. 25- VitD2  25- VitD3 5 -1000ng/mL r=0.0994  0.9958




(SPE- LC/MS)

10mg 2mL SOLA SCX 96 ( 60309-002)
LC/MS
500uL 500uL 2% Accucore RP-MS 2.6um 50><2.1 mm
2000L +IS( ) 17626-052130
200uL 2% 200uL 2% / A +0.1%
(70.30) B. +0.1%
200uL 5% /min % A %B
40 200uL 0.00 95.00 5.00
2.00 5,00 95.00
2.10 95.00 5.00
3.50 95.00 5.00
0.35 mL/min
40
5uL
MS
(ESI)
. (SRM)
1. 30ng/mL LC/MS
3000V
100 -
904 300
80 ‘= A
wem RS T RS B
g ] BEF (n/2) 409.30 347.10
g 60 - FEF (m/7) 238.09 254.14
2 504 R IEREE(eV) 5 16
[
2 40- S-lens 72 68
@
30 1
20 -
3. 2 -100ng/mL r?=0.991
10 1
0 o L} IAL L} \IA ‘IA l_&l #LAI lA 1
0O 02 04 06 08 10 12 14 16 18 2.0 22 0.00050 1
Time (min)
0.00040 '
2. 106% ,RSD=6.81%
o
BiRE ARINE SRR EE i 3 0.00030 4
FRE /ng.ml|™ /ng.ml”' EBE E
1 20 291 97.0% < /
2 30 322 107.2% 0.00020
3 30 30.1 100.3%
4 30 336 111.9% 0.00010
5 30 34.1 113.7%
iy 318 106.0% 0 20 40 60 80 100
RSD 6.8% ng/ml




(SPE- LC/MS)

10mg 1 mL SOLA HRP ( 60109-001)
LC/MS
0.5mL 0.5 mL Accucore PFP 2.6pum 30><2.1 mm
100uL 17426-032130
200uL 7/ (80; 20) Accucore PFP 2.6pum 10>=<2.1 mm
250uL 17426-012105
40 100uL :
A:
B:
/min % A %B
0.0 100 0
5.0 0 100
5.1 100 0
6.5 100 0
1mL/min
40
10pL
MS
(ESI)
(SRM)
2500V
300
: 2. 73.2%, RSD=2.3%/n=3)
1. 500ng/mL LC/MS 3. 10pg/mL-1000ng/mL
R=0.99
100
90
80 1.4 4
8 70
S 1.2
T 60 A
£ 50 1.0
2 40 2
§ 30 4 % 0.8
20 & 064
10
0 T T T T T T 0.4 4
0 1 2 3 4 5 6
Time (min) 0.2 4
0 T T T T T
0 200 400 600 800 1000
ng/ml




(SPE- LC/MS)

10mg 2mL SOLA HRP 96 ( 60309-001)

LC/MS
1mL 1TmL Accuco:re RP-MS 2.6um 50><2.1 mm
100pL 1 762;3-0521 30
500pL  +0.1% 500pL Accuco:re RP-MS 2.6um10><2.1 mm

200pL 90% 2 17626-012105
40 : (80; 20) 200pL :

A +0.1%
B: +0.1%

%B
Omin 5
0.1min 5
1.0min 95
1.6min 95
1.62min 5
3.6min 5

0.75mL/min

60

t:

15uL

MS
(ESI)
(SRM)

3000V

300

Collision S-Lens

Compound [M+1] m/z Product m/z energy

Rosuvastatin 482.30 258.15 30 124
dg-rosuvastatin 488.22 264.17 31 124




1. 1ng/mL

1ng/mL

LC/MS 2. 99.3% , RSD=4.88(n=3)
Mean calculated
100 [Rosuvastatin]
a ] Nominal ng/mL Hé\ggsg I
90 7 Ref. [Osﬁvfrf]tftml Pre-extracted | Post-extracted % o |Std Dewl % RS
g fortified fortified
80 plasma plasma
samples samples
g 707 QCMED 400 416.481 419.560 99.3 484 | 488
S 601
é 50
> 3. MF  97.8-105.3%
§ 401 RSD<3.72(n=6)
o
30 1 Mean calculated
[Rosuvastatin] )
207 @© Nominal ng/mL Matrix
) effect
Ref [Rosuvastatin] (mean) Std. Dev.| % RSD
101 : ng/mL Posft(;%%irggied Reference o
N | s | ot |
0 05 1.0 15 210 275 sfo 375 samples
Time (min) LLOQ 1 1.024 1.047 978 3.13 | 3.20
QCMED 400 419.560 399.733 105.0 3.91 3.72
QCHIGH 750 764.577 726.117 105.3 2.00 | 190
4, 1ng/mL-1000ng/mL
R*=0.9984
100 5
90
80 A
70 4
3
S 601
é 50
2
T 40
&
30
20 4
10 I L
0 . ‘.J""‘“N. } r | r
0 0.5 1.0 15 2.0 25 3.0 3.5
Time (min)




(SPE- LC/MS)

10mg 1 mL SOLA SCX ( 60109-002)
LC/MS
1mL 1mL Accucore aQ 2.6pym 50><2.1 mm
100uL +181 ) 17326-052130
200pL  +0.1% A +0.1%
B: +0.1%
250uL +3% :
40 (80; 20) 100pL 2min - 20%-70%B
0.4mL/min
1. 0.5ng/mL LC/MS 40
00— 2.58L
MS
(ESh ()
g 75- (SRM)
<3 3000V
Z 50
& 300
o5 Compound HCTZ Losartan Furozemide
Parent (m/z) 295.937 4232 329.122
A ‘ A Products (m/z) | 205.018 |269.025]180.092 | 207.072|205.022 | 385.031
0 T T T T T T T T T ! Collision energy 24 20 35 20 22 16
0 02 04 06 08 10 12 14 16 18 20
S-lens 98 98 91 91 104 104
Time (Minutes)
2. 86.4%
0.5ng/mL LC/MS 65.8% RSD<6.11n=3)
HCTZ Losartan
1001
% RSD @ Low QC 33 6.1
% RSD @ High QC 1.6 43
g 75 Accuracy (% Difference) Low QC 113 16
§ Accuracy (% Difference) High QC 1.7 2.0
S % Recovery 86.4 65.8
5 50
= 3. 0.5ng/mL - 500ng/mL
R°=0.9974  0.9956
25_ W
01 — T 1T T T T T T T
0 02 04 06 08 10 12 14 16 18 20 22 24
Time (Minutes)




(SPE-LC/MS)

10mg 1 mL SOLA HRP ( 60109-001)
LC/MS
0.5mL 0.5mL Accucore RP-MS 2.6um 2.1 <50mm
200uL 17626-052130
200pL  / (90; 10) A +0.1%
B: +0.1%
200uL 2 :
40 : (50; 50) 100uL /min % A %B
: 0.00 50.00 50.00
1. 1ng/mL LC/MS 1.00 0.00 100.00
0.6mL/min
100 4 :
40
) &
80 20pL
70 4 MS
3 (HESI)
g 907 (SRM)
2 s0-
2 3000V
T 40 A
€
30 7 210
20
Compound Diclofenac Diclofenac-d,
10
J,MJ Parent (m/z) 2501 2541
0 T T T T T
0.0 05 1.0 1.5 2.0 25 Products (m/z) 178.0 214.0 217.0
Time (min) Collision energy (V) 25 19 21
S-lens (V) 113 113 120
2 86% RSD<5 %(n=3)

Concentration Average Calculated Average Precision

Standard (ng/mL) Concentration (n=6) %Diff (%CV)

acL | 15 | 147 | 2 | 44

Response o
Standard n=3) % Recovery
Average QCL area response 10629.1 86
Average overspike area response 12382.4
3. 1ng/mL-1000ng/mL R*=0.999




(SLE-LC/MS)

500mg 3mL HyperSep SLE ( 60109-500-3-7)
: LC/MS
300gL +300uL 0.1% +20pL 1S(d6- :
) Accucore C18 2.6pm 2.1>50mm
5min 17126-052130
2>=100 A +0.1%
400C 200uL : B: +0.1%
(80:20) :
/min % A % B
0.0 95 5
0.2 95 5
1.0 30 60
3.0 30 60
: 3.2 5 95
1. 2.5ng/mL 3.8 5 95
LC/MS 4.0 95 5
5.0 95 5
. . 0.4mL/min
g " w281 :
% £ 40
o * e 100L
* f: MS :
N N A St . (HESI-II)
0 05 10 1 ST‘mefmum) 25 3.0 35 0 05 10 I.STWef":)m) 25 3.0 35 (SRM)
. . 3500V
i i 375
2 - 20 Compound Precursor m/z Product m/z Collision energy S-Lens
————— m 0 2023 o0 3w s Gestodene 311.2 109.1 25 79
T i S D6-gestodene 317.2 1141 27 79
2. 83.2% , RSD=1.86%(n=6)
Nominal Concentration | No. of samples AT
(ng/mL) () % difference
25 | 6 | 18 | -45110-029
3. 0.05ng/mL-5ng/mL
R°=0.999




(SPE- HPLC)

10mg 1 mL SOLA HRP ( 60109-001)
HPLC
0.5mL 0.5mL Hypersil: GOLD 3um 100>=<4.6 mm
200pL +IS( ) 2500;3-1 04630
200pL  / (90:10) A: 25mli/|
B:

200uL +0.1% :
/min % A %B

0.0 80 20
1.8 70 30
2.3 60 40
2.5 80 20
4.0 80 20
: 1.5mL/min
1. 20ng/mL ( ) :
HPLC 20
25uL
07 :480nm
:560nm
250
200
2 150 -
100 4
U
6 ]
0 i 2 3 4
Minutes
3. 1 ng/mL-100ng/mL
R*=0.9991
1. 2.18( )
1.4 4
2. 20ng/mL ( ) il
101.2%, RSD=6.9%(n=6)
1.0
Single level Actual amount  |Calculated amount Accurac 2
standards /ng.mL-" /ng.mL-1 Y c 08
1 20 194 96.7% 061
2 20 19.4 96.0%
0.4 1
3 20 18.8 93.7%
4 20 20.1 100.2% 021
5 20 218 108.8% o
6 20 221 110.6% 0 200 400 600 800 1000
ng/ml
Mean - 20.2 101.2%
RSD - 6.9% 6.9%




(SPE-LC/MS)

10mg2mLSO A R ( 60309-001)
LC/MS
0.5mL 0.5 mL Accucore RP-MS 2.6um 2.1>50mm
200uL 17626-052130
200uL  / (70; 30) A +0.1%
B: +0.1%
250uL +1% 2 :
40 : (50; 50) +0.5% /min % A % B
20um 200pL 0.00 40.00 60.00
2.00 30.00 70.00
: 0.6mL/min
1. 0.25ng/mL LC/MS :
30
100 1 :
2.5uL
% MS -
80 - (HESI)
(SRM)
70
3
S 604 4000V
2
< 507 365
2
B 40
K Compound ‘ Paclitaxel (IS) ‘ Docetaxel
%07 Parent (m/z) 876.25 830.26
20 1 Products (m/z) 308.25 549.24
10 4 Collision energy (V) 25 23
ﬁ \ MI h S-lens (V) 141 121
0 -
0 05 1.0 15 2.0 25 3.0
Time (min)
2. 109% RSD<9 %(n=6)
Response % Recovery
Average area response (n=6) 260035 109
Overspiked area response 238397
Average
. Concentration Calculated Precision
Quality Control (ng/mL) Concentration (%CV)
(n=6)
QcL 0.300 0.313 45
acm 1.50 1.53 8.8
QCH 6.00 6.02 5.9
3. 0.25ng/mL-10ng/mL
R°=0.9974




6-

200mg 10mL HyperSep Verify-CX ( 60108-742)
1 x 2mL 100mM (pH=6.0) 1x3mL /IPA/NH,OH (78:20:2)
* 1 2mL/min
/ IPA/NH,OH
aml (pH 11-12)
2000pm 10 <40
50uL
pH 6.0+0.5 /
100mM PH 6 50uLBSTFA 1% TMCS **
HyperSep Verify-CX
1 x3mL /
1 x3mL 70 45
1 x 1mL 100mM (PH=6.0)
<3 BSTFA
1mL/min 1 2uL GC/MS
1 x3mL ok
1 x 2mL 100mM (pH 4.5) D6-6-AM-TMS* 405 406 343
1x3mL 6-AM-TMS 399 400 340
* GOMS
( >10 10 ) - 75-38831
GC
TraceGOLD TG-5SiIMS 30m>0.25m>0.25um 26096-1420
200mgqg 10mL HyperSep Verify-CX ( 60108-742)
1mL 1.0mL 100mM 1x2mL
(oH 6.0) 1 x2mL 20% ACN 100mM (pH 6.0)
* ( >10
1mL 10 )
/ 1x2mL
pH 6.0
100mM H 1x5mL 2%
m
P 1 2mU/min
<40
HyperSep Verify-CX
1 x3mL
1 x3mL
1 x 1mL 100mM (pH=6.0) HPLC
<3 * -D5 Alpha- - -D5
-D4 -D5 -D5
1mL/min HPLC
BETASIL Phenyl/Hexyl 5um, 150><4.6mm 73005-154630




GC GC/MS

200mg 10mL HyperSep Verify-CX ( 60108-742)
2mL *1mL 100mM 30pL DMF***
(PH6.0) 1mL0.35M <40 30uL
/ PFPA ( PFAA)
20 50pL PFPA (PFAA)**
pH 6.0+0.5
100mM pH 50uL PFPOH
Verify - CX 70 20
3mL <40
3mL
1mL 100mM (pH 6.0) 1o
<3
1 2mL/min (TMS) o
D; - * 194 92 123
3mL 190 91 118
1mL 100mM D5 - * 208 92 163
3mL 204 91 160
( >10 5 ) .
o 78-20672 50mL
3mL /IPA/NH,OH (78:20:2) 1565195 10X 1mL
1 2mbL/min GC
IPA/NH,OH TRACE TR-DoA5 15m>0.25mm><0.25um  26AF130P
(PH 11-12) TRACE TR-DoA35 15m><0.20mm><0.33um  26ACA97P
500mg 6mL HyperSep Diol ( 60108-575)
1mL pH 6 * 2 x 3mL
2mL 55
/ *
5mL pH 6
10 100uLACN  100pL 1% t-BDMCS ~ MTBSTFA
2700rpm 15 70 30
HyperSep Diol
1 x 3mL 1pL GC/MS-NCI
1 x 3mL MTBSTFA
1 x3mL
1x3mLO0.1mM (pH= 6.0) GC/MS
* -D5 -D4
GC
1 % 3mL TraceGOLD TG-5SiIMS 30m>0.25m>=0.25um  26096-1420
1 x 3mL 5% ACN 0.1mM (pH 6.0)
>10 5
1 x 3mL
@




GC GC/MS

200mg 10mL HyperSep Verify-CX ( 60108-742)
- [3_
5mL 2mLB3- a 3mL /IPA/NH OH (78:20:2) 1 4
2mL/min
B- :100mM (pH=5.0) IPA/NH OH 4
5,000 F /mL Patella Vulgata (pH 11-12)
/ b 3mL /IPA (80:20)
65 3 ¢ 3mL
d 3mL
2,000rpm 10
700uL 1.0N NaOH pH 6.0+0.5 <40
Verify-CX
3mL 50uL 50uL MSTFA( 3%
3mL )
1mL 100mM (pH 6.0)
<3 /
70 20
1 2mL/min
MSTFA
3mL 10% (v/V)
( >10 5 ) 1 2uL
1mL / (50:50) (GC/MS)
(TMS) *
-TMS 432 301 209
19- -TMS 405 315 225
640 52 462 370,143
-2TMS 432 327 297
10- -2TMS 418 287 194
#1 640 52 462 143
#2 625 462 370 143
1-B3- 522 417 158
409 313 281
19- -2TMS 405 315 225
Alpha- 504 417
17-o- -TMS 432 341 327 209
472 381 342 149
GC
TRACE TR-DoA5 15m>0.25mm><0.25um 26AF130P
TRACE TR-DoA35 15m><0.20mm><0.33um  26AC497P
[+




60mg 3mL HyperSep Retain-CX ( 60107-303)
1mL 100mM (pH= 6) * 100pL
1mL 5uL GC/MS
/sz 100mM (pH=6) MRM
-TMS 432
pH 6.0+0.5
100mM oH 19- -TMS 405
/ 640
-2TMS 432
HyperSep Retain-CX 10- -2TMS 418
1 x3mL #1 640
1x3mL #2 625
1 x 1mL 100mM (pH=6) 11-B- 522
<3 409
19- -2TMS 405
1 2mbU/min Alpha- 504
17-a- -TMS 432
1 x3mL 472
1x3mL 1% B
1 x3mL
( >10 5 ) HPLC
Hypersil GOLD 3um, 150><2.1mm 25003-152130
1 x3mL ACN (78:20:2 V/V)
1 2mL/min
<40
30mg 1TmL HyperSep Retain- CX ( 60107-301)
HPLC
1mL 1mL
Hypercarb 5um ,100x4.6mm
1mL ,  20ul 5N HCI

35005-104630
2mL 0.1N HCI, 2mL

A: (PH9.0): (4:6)
2mL 2% 40:60
TmL/min
HPLC 10uL
i i uv
|| el 220nm
[ l P 30
e | | s |
(1) | 1 | "
@ -3 s L
(©)) -6- !. ‘ | | [ | |
(4) (5) - I!‘ - W - 0




LC/MS/MS
200mg 10mL HyperSep Verify-CX ( 60108-742)
1mL 100mM (pH 6.0) * 100uL
1mL SuL LC
2mL 100mM (pH 6.0)
/ 0.1% (83:67, v/V)
0.35mL/min
pH 6.040.5
100mM pH HPLC
/ Hypersil GOLD 3pm, 150><2.1mm 25003-152130
Verify - CX 078.8/91.1
smb -D3* 281.2/91.2
SmL 056.2/167.1
1mL 100mM (oH 6.0) D3 259.9/167 1
<3 280.2/107.1
EDDP 278.2/234.2
1 2mUmin EDDP-D3* 281.4/234.2
310.2/105.1
3mL -D9* 319.2/268.3
3mL 1% 264.2/91.1
3mL 326.2/44.1
( 10 5 ) -D5* 331.1/267.1
/ 340.2/58.1
3mL (78:20:2, VIVA) o 851.8/64.0
1 omlmin 308.1/161.0
264.2/58.1
-D3* 268.2/58.0
<40
278.2/58.2
308.2/235




GC GC/MS

200mg 10mL HyperSep Verify-CX ( 60108-742)
omL * 1mL 100mM 1 2uL
(pH 5.0) (GC/MS)
/
pH 5.0%+0.5 *kk
100mM 156 141 157
PH 156 141 157
Verify - CX 168 167 181
3mL * 221 157 236
3mL 156 141 197
1mL 100mM (oH 5.0) 204 232 117
- 168 167 195
172 157 173
1 2mL/min
3mL
*kk
1mL 100mM
D- 201 214
( >10 5 )
196 195 209
2mL
169 184 185
. 169 184 112
3mL / (560:50) 1 2mL/min 13C,- 200 185
196 195 181
D.- 237 151
<40 232 146 175
100pL "

7S-49301 MethElut 12x1mL
25 50pL 0.2M TMPAH™*

GC
TRACE TR-DoA5 15m>=0.25mm><0.25um 26AF130P
TRACE TR-DoA35 16m><0.20mm>=0.33um  26AC497P




200mg 10mL HyperSep Verify-CX ( 60108-742)
2mL imL  B- 1x5mL 4%
1 2mL/min
B- 100mM <40
(pH=5.0) 5,000 F /mL Patella Vulgata
/ 50uL 50uL BSTFA*
65 3 (1% TMCS)*™
2,000rpm 10
HyperSep Verify-CX /
1 x 3mL 70 20
1 x3mL
1 x 1mL 100mM (pH=6.0) BSTFA
<3
1 2uL GC/MS
1mL/min
1x2mL
1 x 2mL 20% ACN 100mM (oH= 6.0)
( >10 5 )
1x2mL
ek
Xananx® 308 279 204
a- -TMS 381 396 382
Librium® 282 283 284
Klonopin® 387 352 306
Valium® 256 283 221
-TMS 359 341 245
-TMS 288 360 389
-TMS Ativan® 429 430 347
-TMS 341 342 343
-TMS Serax 429 430 313
* 269 241 324
-TMS Restoril® 343 283 257
Halcion® 313 314 342
a- -TMS 415 417 190
- GC/MS -D5
e 7S-38831
GC

TraceGOLD TG-5SIIMS 30m><0.256m><0.25um

26096-1420




200mg 10mL HyperSep Verify-CX ( 60108-742)

2mL *1mL B- 1 2uL GC/MS

B- :100mM (PH=5.0)
5,000 F /mL Patella Vulgata
/

65 3
2,000rpm 10
ok
-D5-TBDMS 332 334 333
-TBDMS 327 328 329
-D5-TBDMS 462 519 462
-TBDMS Serax 457 513 459
-D5-TBDMS 362 390 288
-TBDMS Restoril® 357 359 385
-TBDMS Ativan® 491 513 493
Klonopin® 372 374 326
7- -TBMS 456 458 513
Valium® 256 238 221
-TBDMS 345 347 402
* 269 241 324
a- -TBDMS Versed® 398 400 440
-TBDMS 357 310 356
7- -TBDMS 397 324 398
Xanax® 308 279 204
a- -D5-TBDMS 386 388 387
a- -TBDMS 383 384 381
Halcion® 313 314 342
a- -TBDMS 415 417 190
GC
TRACE TR-DoA5 15m>=0.25mm>=0.25um  26AF130P
TRACE TR-DoA35 15m>0.20mm>=0.33um  26ACA497P
©




200mg 3mL HyperSep Diol 60108-573)
1mL 100mM (PH=6) 1 x 3mL (98:2 V)
1mL / 19 (1:4) 1 2mbU/min
/ <40
3mL 100mM (pH= 6)
pH 6.0x0.5 50uL ACN  50uL BSTFA( 1% TMCS*)
100mM pH 70 30
/
1l GC/MS
1mL 5000 F /mLB-
(PpH 5.0) 308 279 204
’ D 513 284
imL Apha- - 318 396 383
/ Alpha- - -D5* 386 401
65 s 256 283 284
-D5* 287 289
2,000rpm 10 429 430 347
3mL 100m|v|_ (pH 6.0) on 433 P
HyperSep Diol - 240 243
1x3ml D5* 345 347
1 x 3mL 100mM (pH 6) 429 313 430
<3
-D5* 435 433
) 343 257 283
1 2mb/min -D5* 348 262
. -D Apha- - -D5 -D5
1 x3mL 5% (v/v) ACN 100mM (pHB) -D4 -D5 -D5 -D5
( >10 5
1 x3mL GC
TraceGOLD TG-5SIIMS 30m>0.25m>0.25um 26096-1420

( >10 5




Beta
200mg 10mL HyperSep Verify-CX ( 60108-742)

1mL 100mM (pH 4.5) 1x1mL / (78:20:2)

1mL 1 2mbU/min

2mL 100mM (pH 4.5) IPA/NH,OH

/ (pH 11-12)

<40

HyperSep Verify-CX
1 x 3mL Smg/mL
1 x 3mL ( )
1 x 3mL 100mM (PH 4.7) 20 ( )

<3

100pL ( )

1 2mL/min
70 15

2 x1mL / (1:1)
( >10 5 )

1 2uL

Beta GC/MS

200mg 10mL HyperSep Verify-CX ( 60108-742)

Beta
1mL 100mM (pH 4.5) imL /IPA/NH,OH (78:20:2)
TmL 1 2mL/min
2mL 100mM (oH 4.5) IPA/NH,OH

/ (pH 11-12)

HyperSep Verify-CX <40
1x3mL

1 x 3mL 100mM (pH 4.7) ( )

<8 20 | )

100pL
1 2mL/min ( )

2 x1mL / (1:1) 70 15
( >10 5 )

1 2uL




B-

30mg 1TmL HyperSep Retain- PEP

SPE-HPLC

( 60107-201)

TmL TmL

imL 0.5%

1mL 0.5% 5%

HPLC

Hypersil GOLD 5um, 150x4.6mm

25005-154630

A +01% ; B: +0.1% ;
1mL 1%
: 15 min  5-55%B
1
! 1mL/min
B- HPLC
|
= 10pL
!
(1) @ E _ oV
© @) -] A 220nm
© ©) | ] ‘ |
(7) " : |} 25
200mg 3mL HyperSep Retain-AX ( 60107-404)
imL * 0.5mL 100mM 200pL
(pH 6.0) 1mL
/ 5
10 2700rpm 5
2700rpm 10
HyperSep Retain-AX 50
1 x3mL
1x3mL 500l 25uL BSTFA
<3 /
70 30
2uL GC/MS
.1 *
15 GHB-D6-di-TMS* 239 240 241
GHB-di-TMS 233 234 235
* GOMS D6-GHB
- 75-38831
1 x 2mL /NH OH (99:1) 4 GC
1 TraceGOLD TG-5SiIIMS 30m>0.25m>0.25um 26096-1420

60




SPE- HPLC

10mg 1mL SOLA HRP 60109-001
HPLC
1mL , 1 mL Accucore C18 2.6 pm 50x2.1 mm
200 pL +IS 17126-052130
imL  / 95 5 +0.5% A +0.1%
B: +0.1%
0.2mL +0.1%
40 / 80 20 200pL /min % A %B
0.01 75.00 25.00
2.00 5.00 95.00
2.50 5.00 95.00
2.60 75.00 25.00
10.00 75.00 25.00
0.4 mL/min
40
10uL
(UAVA
245nm
1. 10pg/ml IS 2. 108 113 RSD
HPLC 5.6%(n=5)
Extracted |Doxepin Protryptyline |Response |Calculated [Recovery
250 1 sample # |Peak Area (1) Peak ratio Amount/
Area ug.mL-1
200 1 1 1596549 584194 2.7329089 [9.01 1.18
2 1461480 491260 2.9749623 9.81 1.08
3 1650009 [520862 3.1678429 (10.44 1.22
150 1 4 1464907  |469808 3.1180972 (10.28 1.08
2 5 1526226  |507463 3.0075611 [9.92 1.12
€ Mean 3.1542078 (9.89 1.13
100 1 RSD 56%
Calibration (678918 215242 3.1542078
Standard
50 1 (5.2 ug/mL)
0 J /‘—Aj
0.0 0.5 1.0 1.5 2.0 25
Minutes




SPE- HPLC

200mg 3mL HyperSep SLE 60109-200-3-7
LC/MS
400uL Hypersil Gold 5um ,150x4.6mm,Uniguard Hypersil gold &
holder
5mi 25005-154630,25005-014001,850-00
min
. . . A: 0.05% ; B: 0.05
1.4ml - 0.5-1% TmL/min  25-100%B ,20min
40 200pL
1 mL/min
10uL
40
MS
500mg 6mL HyperSep Aminopropy! ( 60108-519)
1mL 100mM (PH=5) )
* 1 2mL/min
/
imL BSTFA
2mL 100mM (pH=5)
/
40
oH  6.0405 <
100mM PH 50uL 50uL BSTFA( 1% TMCS)**
70 20
1mL 100mM
* BSTFA
1 5mL
/ 1 2uL GC/MS
2mL 100mM (pH=5)
helix pomatia 5,000 /mL
60 8 -D4-TMS* 454 486 510
HyperSep Aminopropyl “TMS 450 482 506
1 x 3mL -TMS 468 500 524
1 x 3mL -D3-TMS* 471 503 527
1 x 1mL 100mM (pH=5.0) - -D4-TMS -D3-TMS
<3 - 75-38831
1 2mL/min GC
TraceGOLD TG-5SIMS 30m><0.25m>0.25um 26096-1420
1 x2mL
1 x 3mL 100mM (pH=5.0)
1 x3mL

>10 /



GC/MS

200mg 10mL HyperSep Verify-CX ( 60108-742)
/
1mL 100mM (PH 5.0) * 3mL /IPA/NH,OH (78:20:2)
/ 1mL 1 2mU/min
2mL 100mM (pH 5.0) IPA/NH,OH
/ (pH 11-12)
pH 6.020.5
100mM pH BSTFA
1mL 100mM * <40
1 5mL
/ 2mL 100mM (pH 5.0) 50uL 50uL BSTFA
helix pomatia 5,000 /mL 60 (1% TMCS)**
3 70 20
Verify-CX BSTFA
3mL
SmL 1 2uL GC/MS
3mL 100mM (pH 5.0)
<3
1 2ml/min -D4-TMS* 454 486 510
-TMS 450 482 506
2mb ™S 468 500 524
3mL 100mM (pH 5.0)
3mL -D3-TMS* 471 503 527
6 10 >10 / .
) = 75-38831 10x 1mL
GC
TRACE TR-DoA5 16m><0.25mm>0.25um 26AF130P
TRACE TR-DoA35 15m>0.20mm>=0.33um  26AC497P




/ HPLC

200mg 10mL HyperSep Verify-CX ( 60108-742)
/
1mL 100mM (pH 5.0) * 3mL /IPA/NH OH (78:20:2, v/V/V) 4
1mL /
2mL 100mM (pH 6.0) 3mL / !/ (78:20:2, v/V/V)
/ 1 2mL/min
( / )
imL 5000 F /mL b- <40
(pH 5.0) *
1mL 50uL
/
65 3 5pL GC/MS
3mL 100mM (oH 6.0)
2,000rpm 10
Verify-CX
3mL 468.4/55.1
3mL -D4* 472.4/59.1
1mL 100mM (pH 6.0) 414.3/83.1
<3 -D3* 417.4/55.1
1 2mL/min
0.1% (50:50, v/v)
2mL 0.35mL/min
3mL 100mM
3mL HPLC
5 10 10 / Hypersil GOLD Phenyl 3um 50>=2.1mm 25903-054630
)
SPE-HPLC
30mg 1mL HyperSep Retain- CX ( 60107-301)
HPLC
TmL TmL
Hypersil GOLD aQ 5pm ,150x4.6mm
imL ,  20ul 5N HCI
25305-154630
2mL 0.1N HCI, 2 mL 100%
5/95 /20mM K PO ,pH7 2 4
2mL 5%
1mL/min
10pL
uv
214nm
MDA ,MDMA 95%-101% 30
©




200mg 10mL HyperSep Verify-CX ( 60108-742)
Beta / /
ImL 100mM 3mL / (90:10, v/v)
TmL / 1 2mL/min
2mL 100mM
<40
Verify-CX
smb 1,000uL 0.1%
3mL ,000uL 0.1% ( )
3mL 100mM
<3 20uL LC/PDA
0.1% (10:90, v/v)
1 2mlL/min 0.1mL/min
(200 350nm)
3mL
3mL 100mM HPLC
( >10 Hypersil GOLD 3um 150>=2.1mm 25003-152130
-delta 9-THC
500mg 6mL HyperSep Aminopropy! ( 60108-519)
2qu L 10 M NaOH S0L
/OO“ OMNa 50.LBSTFA  1%TMGCS *
/
60 20 70 20
1.0mL pH 3.0 BSTFA
HyperSep Aminopropyl
1x3mb 1 2 GO/MS
1 x3mL
1x1mL (pH= 3.0)
<3 (TMS ) *kk
-delta 9-THC-D3* 374 476 491
1 2ml/min -delta 9-THC-D9" 380 476 497
-delta 9-THC 371 473 488
1x2mb < GoMS - -delta 9-THC-D9 ~ 9-THC-D3
1 x 2mL 100mM HCI/ACN (95:5) 75-38831
( >10
5 10 )
1 x 200uL GC
TraceGOLD TG-35MS 30m>0.25m><0.25um 26094-1420
1 x3mL / (50:50)
1 2mL/min

BSTFA
<40




-delta 9-THC (pKa 4.5) GC/MS

200mg 10mL HyperSep Verify-CX ( 60108-742)
- 1 2mL/min
omL *100pL 10 M NaOH
/ BSTFA
60 20
<40
1.0mL pH  3.0( ok
pH 3.0) 500 50uL BSTFA( 1% TMCS)™*
Verify-CX / 70 20
3mL
smL BSTFA
1mL (pH 3.0)
<5 1 oWl
GC/MS
1 2mL/min (TMS) ek
Ds- -deltag-THC 374 476 491
2mL Ds- -deltag-THC* 380 479 497
2mL 100mM HCI/ (95:5) -deltag-THC 371 473 488
5 10 >10 .
) - 75-38831 10x 1mL
200pL ( GC
THC TRACE TR-DoA5 156m>0.25mm><0.25pum 26AF130P
3mL / (560:50) TRACE TR-DoA35 15m><0.20mm>=<0.33um  26AC497P
200mg 10mL HyperSep Verify-CX ( 60108-742)
4mL 1 2mL/min
1mL ( ) 1 x3mL
1x2mL 100mM  HCI
/ 5 1 x3mL
2,000rpm 10 ( >10 5 )
2mL 100mM (pH =6.0)
/ 1 x 3mL /IPA/NH,OH (78:20:2)
pH 6.0 1 2mU/min
100mM pH IPA/NH,OH
HyperSep Verify - CX (pH 11-12)
1x3mL <40
1 x3mL
1 x 1mL 100mM (oH 6.0) HPLC
<3 HPLC

Hypersil GOLD 3um  150><4.6mm 25003-154630




-delta 9-THC Delta-9-THC( ) Delta-9-
THC GC GC/MS

200mg 6mL HyperSep Verify-CX ( 60108-730)
1 2mL * <40
/
imL 50l 50uL BSTFA( 1% TMCS)™*
/
2.0mL 100mM 70 20
pH  3.020.5( pH
pH 3.0) BSTFA
Verify - AX
3mL 1 2uL
3mL
imL (pH 3.0)
5 (TMS) ok
Ds- -delta-9-THC* 374 476 491
1 omL/min Dy- -delta-9-THC* 380 479 497
-delta-9-THC 371 473 488
D,- -delta-9-THC* 374 462 477
smb ~delta-9-THC 371 459 474
2mL 100mM HCI/ (95:5) D,-delta-9-THC" 374 389
(6 10 >10 / Delta-9-THC a1 w86
) (803,315,330,343)**
200pL ( )
“* delta-9-THC
200pL ) ** 75-38831(10 x 1mL )
(5 >10 /
) GC
delta-9-THC( ) TRACE TR-DoAS 15m>=0.256mm>0.25um 26AF130P
/ 200pL TRACE TR-DoA35 15m>0.20mm><0.33um  26ACA97P
(
200pL )
THC ( )
2mL ( delta-9-THC)
3mL / (50:50)
1 2mL/min
(
BSTFA )




THC

30mg 3mL HyperSep Retain-CX ( 60107-302)
2mL 50uL
* /
100pL 10N NaOH 50uL BSTFA 1% TMCS **
/
60 20 /
70 20
1.0mL pH 3.5%+0.5
BSTFA
1 2mL/min
HyperSep Retain-CX T GO/MS
1x1mL
1 x 1mL 0.1M HCI/ACN (70:30) (TMS) C )
( >10 3 ) -THC-TMS 371 473 488
1 x 200uL -THC-D3-TMS* 374 476 491
. * -THC-D3-TMS
2 x 0.5mL ) / (50:50) O
1 2 i
4 mL/min Ge
<
TraceGOLD TG-35MS 30m>0.25m>0.25um 26096-1420
200mg 10mL HyperSep Verify-CX ( 60108-742)
N /
1mL 160mM (PH 3.0) 3L /IPA/NH,OH (78:20:2)
mL / 19 (1:4) 1 2mU/min
2mL 100mM (pH 3.0) IPA/NH,OH
4 (oH 11-12)
Verify-CX <40
3mL
smb 100pL
1mL 100mM (pH 3.0) 1 20l
<3
1 2mbL/min ™
158 104 245
amL 83 114 144
2mL 100mM HCI i 221 157 81
( 10 5 ) -D7* 0 121 151
3mL )
GC
TRACE TR-DoA5 15m><0.25mm>0.25.m 26AF130P
TRACE TR-DoA35 15m>0.20mm>=0.33um  26ACA497P




7- GC GC/MS

200mg 10mL HyperSep Verify-CX ( 60108-742)
-B-
2mL *1mL  3- <40
B- :100mM (pH=5.0) 50uL 50uL MTBSTFA( 1% TBDMCS)**
5,000 F /mL Patella Vulgata /
/ 90 20
65 3
MTBSTFA
Verify-CX
3mL 1 2uL
3mL (GC/MS)
1mL 100mM (pH 6.0)
<3 *%k
-TBDMS 372 374 326
1 2mL/min 7- -TBDMS 342 344 399
-D4-TBDMS 376 378 377
2mL 7- -D4-TBDMS 346 348 403
2mL 20% 100mM (pH= 6.0) .
( >10 5 ) -
omL 75-48927(10 x 1mL )
7 -
3mL 2% NH,OH GC
1 omL/min TRACE TR-DoA5 156m><0.25mm>0.25um 26AF130P
TRACE TR-DoA35 15m>0.20mm>=0.33um  26AC497P
/ HPLC
200mg 10mL HyperSep Verify-CX ( 60108-742)
1mL 100mM (pH 6.0) 3mL
/ 1mL 100mM
1 5mL mL 19 3mL
(1:4) >10 5
/
2mL 100mM (pH 6.0) 2mL CH,OH/NH,OH (98:2)
pH 6.0+0.5 100mM 1 2ml/min
pH
Verify-CX 2.0mL 500uL
3mL /
3mL 2,000rpm 10
1mL 100mM (pH 6.0)
<3
<40
1 2mU/min
HPLC




200mg 10mL HyperSep Verify-CX ( 60108-742)

1mL 100mM (pH 6) 1 x3mL ACN (78:20:2 v/v)
* 1 2mL/min
imL / 1g
(1:4)
2mL 100mM (pH 6) 50uL
/ 5uL LC/MS
) MRM
o SrI:?ZperSep Verify-CX 304.2/182.3
1 % 3mL -D3* 307.2/185.2
1 x 1mL 100mM (oH 6) 290.1/168.0
< -D8* 298.2/171.3
318.2/196.2
1 oml/min -D8* 326.2/204.2
* -D3 -D8 -D8
1 x3mL
1x3mL 100mM  HCI HPLC
1 x3mL ( >10 Hypersil GOLD 3um  150>2.1mm 25003-152130
5 )
/ GC GC/MS
200mg 10mL HyperSep Verify-CX ( 60108-742)
1mL 100mM (pH 6.0) * <40
1 5mL / 1g (1:4) 50uL
/ 1 2uL
2mL 100mM (pH 6.0)
pH 6.020.5 -
100mM pH
245 146 189
Verify-CX D.- * 250 151 194
3mL a- 259 203 146
3mL 263 164 207
1mL 100mM (pH 6.0) 3- 259 160 203
<3 245 146 189
289 140
1 2mbL/min 303 187
317 201 289
smL 289 268 194
1mL 100mM
3mL .
( >10 5 )
GC
3mL /IPA/NH OH (78:20:2) 4 TRACE TR-DoA5 15m>0.25mm><0.25um  26AF130P
1 2mL/min TRACE TR-DoA35 15m>0.20mm><0.33um  26ACA97P
IPA/NH OH 4
@ (pH 11-12)




/

GC GC/MS
200mg 10mL HyperSep Verify-CX ( 60108-742)
1mL 100mM (oH 6.0) * 50pL 50uL BSTFA*
2mL / 1g (1:4) (1% TMCS)™*
/
2mL 100mM (pH 6.0) /
/ 70 20
pH 6.020.5
100mM pH BSTFA
Verify-CX 1 2uL
3mL (GC/MS)
3mL
1mL 100mM (pH 6.0) o
<3 D.- * 185 201 306
182 198 303
1 2mL/min Ds- -TMS* 243 259 364
-TMS 240 256 361
3mL .
2mL 100mM HCI 75-38831 10 x 1mL
3mL
( >10 5 )
GC
3mL /IPA/NH,OH (78:20:2) TRACE TR-DoA5 15m>0.25mm>0.25um 26AF130P
1 2mlL/min TRACE TR-DoA35 15m>0.20mm>0.33um  26AC497P
IPA/NH,OH
(PH 11-12)
<40




GC GC/MS

200mg 10mL HyperSep Verify-CX ( 60108-742)
omL 05 g
3mL 100mM (pH 6.0) 50uL 50uL BSTFA*™( 1% TMCS*)
/
Verify-CX 70 20
3mL
BSTFA
3mL
1mL 100mM (pH 6.0) 1 2
<8 (GC/MS)
1 2mbL/min **
D,- * 185 201 306
182 198 303
3mL D,- -TMS* 2483 259 364
2mL 100mM HCI -TMS 240 256 361
3mL .
( >10 5 ) - 75-38831 10x 1mL
3mL /IPA/NH,OH (78:20:2) GC
1 oml/min TRACE TR-DoA5 15m>=0.25mm><0.250m  26AF130P
IPA/NH,OH TRACE TR-DoA5 15m><0.20mm>=0.33um  26AC497P
(PH 11-12)




Delta 9-THC Delta 9- THC -Delta-9-THC
200mg 6mL HyperSep Verify-CX ( 60108-730)
1 2mL 1x3mL  / / (49:49:2)
* 1 2mL/min
2mL ACN <40
ACN 50uL
ACN 200pL /
2mL (PH~6.0-7.0) 50uL BSTFA 1% TMCS **
ACN 70 20
BSTFA
1mL (84/15/1)  /ACN/NH,OH 2uL  GC/MS
THC{T-005}** THC-OH{H-041}** THC-COOH{T-006}**
(D3 THC){T-003}** (D3 THC-OH){H-027}** (D9 THC-COOH){T007}**
BSTFA 371 343 386 371 459 474 371 473 488
(874,346,389) (874,462,477) (880,479,497)
© GoMs D9-  -delta9-THC D3- - delta 9-THC D3-delta 9-THC

e delta-9 THC
o 7S-38831

GC
TraceGOLD TG-35MS 30m>0.25m>0.25um 26096-1420




DHEA

200mg 10mL HyperSep Verify-CX ( 60108-742)
5mL 5mL n- 10
* 3000rpm 5
pH 5.5-6.5 30
3,000rpm 5 50uL. MSTFA*™/NH I/ (1000:2:5, 4 v/w/w)
Verify - CX 70 20 3000rpm
3mL 1 GC
3mL
1mL 100mM (pH 6.0) T 2uL
432 417
432 417
3mL DHEA 432 417
>10 16 a B 520 259
10 * GC/MS 20ng/mL
75-48910(10 x 1mL
3mL 48910(10 x 1m )
1 2mL/min GC
L 0.oM oH TRACE TR-DoAS 15m>0.25mm>0.25um 26AF130P
2mL 0.2 p
70) 250 G- / 50 TRACE TR-DoA35 15m><0.20mm>=0.33um  26AC497P
1 1:1 NaHCO,/
Na,CO,4 pH  10-11
200mg 10mL HyperSep Verify-CX ( 60108-742)
1mL 100mM (PH=6) 1x3mL
* 1 x3mL 100mM
TmL 1x3mL
2mL 100mM (pH=6) ( >10 5 )
/
pH 6.0+0.5 1 x 3mL / / (78:20:2 V)
100mM pH 1 2ml/min
/ <40
HyperSep Verify-CX 200uL 0.1%
1x3mb 5uL LC/MS
1 x3mL
1 x 1mL 100mM (pH= 6)
<3 * 314.2/152.2
298.1/44 1
1 2mL/min -




GC GC/MS

100mg 1mL HyperSep C18 ( :60108-302)
500uL * 50uL 50uL BSTFA( 1%  MCS)*™
500uL20% 50uL MTBSTFA( 1% TMCS)*™*  50uL
70 30
C18
3mL
3mL 1 2uL
1 mL 100mM  HCI
<8 .
1 2ml/min 210 225 182
-D10* 220 235 192
3mL ’
* 75-38831(10 x 1mL )
3mL * 75-48927(10 x 1mL )
3mL GC
( >10 5
) TRACE TR-DoA5 15m>0.25mm>0.25um 26AF130P
TRACE TR-DoA35 15m>0.20mm><0.33um  26AC497P
1TmL2%
Wolf, C.E. Il, Sady J., and Pokalis, A. (1996). Determination of gabapentin in serum
using solid phase extraction and gas chromatography. Journal of Analytical
<40 Toxicology.20.498-501
200mg 10mL HyperSep Verify-CX ( :60108-742)
-B-
2mL * 1mL  B- <40
B- :100mM (PH 5.0) 50uL 50uL MTBSTFA( 1 % TBDMCS)**
5,000 F /mL Patella Vulgata
/ /
65 3 70 20
2,000rpm 10
Verify-CX M BS FA
3mL
3mL 1 2uL
1mL 100mM (pH 6.0)
: <3 *k
) 312 286 266
1 2mbL/min
7 283 255 254
3mL 356 357 310
2mL 20% 100mM (PH= 6.0) Ds . 462 464 463
( >10 5
2mL 7S-48927(10x 1mL )
7_
3mL 2% NH,OH GC
1 oml/min TRACE TR-DoA5 15m>0.25mm>0.25um 26AF130P
. TRACE TR-DoA35 15m><0.20mm>=0.33um  26AC497P




Gamma- (GHB)

200mg 6mL Retain-AX ( 60107-412)
GHB 200pg/mL
GHB - D6 100pg/mL 1mL /NH,OH (99:1)
/
10pL 200uL 10pg/mL
25uL 200uL 25pug/mL 1
50uL 200uL 50ug/mL
100pL 200uL 100pg/mL N 70 2
200uL QC
1.5mL 100pL 100 L BSTFA( 1% TMCS*)
25uL * /
1mL 70 30
/ 15
1 2uL GC/MS
70 N, N
/200“'-1120’“"/' (PH 6.0) GHB-D6-di-TMS* 239 240 241
HyperSep Retain AX GHB-di-TMS 233 234 235
* GCoMS D6-GHB
1x3mL o 75-38831
1x3mL
1 x 1mL 100mM (pH 6.0) GC
TraceGOLD TG-35MS 30m>0.25m>0.25um 26094-1420
Eppendorf
200mg 6mL HyperSep Retain-CX ( 60107-314)
1mL 100mM (oH 6) 1 x 3mL ACN (78:20:2)
* 1 2mL/min
TmL <40<
2mL 100mM (PH 6)
/ 50uL 5uL LC/MS
HyperSep Retain-CX MRM
1 x 3mL PCP 244.3/159.2
1 x3mL PCP-D5 249.3/264 .1
1 x 1mL 100mM (pH 6) 272.1/128.1
<2 -Dg* 275.1/131.0
- -D3
1 2mlL/min
HPLC
1x3mL Hypersil GOLD 3um  150<4.6mm 25003-154630
1 x3mL 100mM
1x3mL
( >10 10 )




Gamma- (GBL) Gamma (GHB)
200mg 6mL Retain-AX ( 60107-412)
200pL 200uL
*100uL 100mM imL
5
H 6.0
(p / ) 3,000rpm 5
HyperSep Retain AX N <50 5
1x3mL
1 x3mL 100uL 100uL BSTFA( 1% TMCS)**
1 x 1mL 100mM (pPH=6.0) /
1 2uL GC/MS
.1 *
GHB-D6-di-TMS* 239 240 241
imL /NH,OH (99:1) GHB-di-TMS 233 234 235
/ - GO/MS D6-GHB
75-38831
N, 60 GC
TraceGOLD TG-35MS 30m>0.25m>0.25um 26094-1420
200mg 10mL HyperSep Verify-CX ( 60108-742)
1mL 100mM (pH 6.0) * 3mL /IPA/NH,OH (78:20:2)
1 2mL / 1 2mU/min
/ IPA/NH,OH
2mL 100mM (pH 6.0) (oH 11-12)
pH 6.0+0.5
100mM pH <40
100uL
Verify-CX H
3mL
3mL 1 2uL
1mL 100mM (oH 6.0)
<3 *
D,- * 184 213 156
1 2mlL/min 180 209 152
3mL ”
3mL 100mM
3mL GC
( ~10 5 TRACE TR-DoA5 15m><0.25mm><025um  26AF130P
) TRACE TR-DoA35 15m>0.20mm>0.33um  26AC497P




/ / LC/MS/MS

200mg 10mL HyperSep Verify-CX ( 60108-742)
/
1mL 100mM (oH 6.0) * 3mL /IPA/NH,OH (78:20:2)
imL / 1 2mL/min
2mL 100mM (pH 6.0) IPA/NH,OH
/ (pH 11-12)
Verify-CX <40
3mL 100pL
3mL
1mL 100mM (oH 6.0) 5uL  LC/MS/MS
<3
MRM
1 2mb/min 333.2/188.3
-D5* 342.3/188.2
3mL 233.2/84.1
Tl 100mM D5* 038.3/84.1
3mL .
( >10 5 ) 0.1%  (50:50, vA)
0.35mL/min
HPLC
Hypersil GOLD PFP 3um  150><2.1mm 25403-152130
HPLC
200mg 10mL HyperSep Verify-CX ( 60108-742)
il o 2mb100mM 3mL /IPA/NH,OH (78:20:2)
(PH 6.0) 1 2mL/min
/ IPA/NH,OH
2,000rpm 10 (PH 11-12)
pH 6.00.5
100mM pH <40
Verify-CX
3mL 200uL (1:3)
3mL / 30
1mL 100mM (pH 6.0)
<3 30
A 0.1%
1 oml/min B:ACN + 0.1%
15 B 30% 50%
TmL/min
sml (254nm)
1mL 100mM
3mL HPLC
( >10 5 ) Hypersil GOLD 5um  150>=4.6mm 25005-154630
©




(LSD) GC GC/MS

200mg 10mL HyperSep Verify-CX ( 60108-742)
1mL 4mL <40
/ 5 20uL 20uL BSTFA*™( 1% TMCS)*™**
2,000rpm 10
2mL 100mM (pH 6.0) /
/ 70 30
pH 6.0£0.5
100mM pH BSTFA
Verify-CX
3mL 1 2uL
3mL
1mL 100mM (pH 6.0) .
<3
D, -LSD-TMS* 298 296 271
1 omL/min *LSD—TMS 395 293 268
3mL o 75-38831(10 x 1mL )
3mL 100mM
3mL GeC
( >10 ® ) TRACETRDoAS 16m=0.25mm=<0.250m  26AF130P
LSD TRACE TR-DoA35 15m><0.20mm>=<0.33um  26AC497P
3mL /IPA/NH,OH (78:20:2)
1 2mL/min

IPA/NH,OH
(pH 11-12)




200mg 10mL HyperSep Verify-CX ( 60108-742)
5mL 2mL 100mM <40
(pHB.0)
/ 20pL 20uL BSTFA*
pH 6.020.5 (1% TMCS)™**
100mM pH
/
Verify-CX 70 20
3mL
3mL BSTFA
1mL 100mM (pH 6.0)
<3 1 2uL
1 2mL/min
3mL D, -LSD-TMS* 298 296 271
3mL 100mM LSD-TMS 395 293 268
3mL *
( >10 5 ) “ 75-38831 10 x 1mL
LSD
3mL /IPA/NH,OH (78:20:2)
1 2mbL/min GC
IPA/NH,OH TRACE TR-DoA5 15m><0.25mm><0.25um  26AF130P
(pH 11-12) TRACE TR-DoA35 15m>0.20mm>0.33um  26ACA97P
30mg 1mL HyperSep Retain- PEP ( 60107-201)
HPLC
mL TmL
Hypersil GOLD 5um , 150 x 4.6 mm
TmL ,  20pL
25005 - 154630
1mL 5%
/ , 43/57
TmL 50:50
i.‘:l ' 1 mL/ min
|
‘ 10uL
HPLC s UV
:
| 254 nm
|1 ’.u
(1) 11-Ketotestosterone H ,ll o5
@ Y L‘ |J
© ';._._._h,_,| |'=_..| |
@ |



LSD

200mg 3mL HyperSep Aminopropyl ( 60108-425)
1mL 100mM (oH 6) 50pL
* 5uL GC/MS
imL /
2mL 100mM (PH 6) ACN 0.1
/ 0 30 70
3.0 90 10
HyperSep Aminopropyl 3.1 30 70
1 x 3mL 5.0 30 70
1 % 3mL 0.5mL/min
Tx1mL 100mM (PH 6) “Thermo Scientific TSQ
_ MRM
1 2mlL/min LSD 324.2/223.1
|so-LSD 324.2/281(223.1)
1 x3mL Nor-LSD 310.2/209.1
1 x 3mL 100mM OH-LSD 356.2/338.1
1x3mL LSD-D3* 327.2/226.1
( >10 5 ) . LSD-D3
>90% (N=10)
1x3mL ACN  (78:20:2 vA) 0.1ng/mL
1 2mL/min HPLC

Hypersil GOLD PFP 3um  100><2.1mm 25403-102130

200mg 3mL HyperSep Aminopropyl ( 60108-425)
1mL 100mM (pH 6) 50uL
* 5pL GC/MS
1mL /
/sz 100mM (PH6) ACN 0.1
90 10
HyperSep Aminopropyl 80 70
1 x3mL 6 90 10
1 x 3mL 10 90 10
1 x TmL 100mM (oH 6) 0.35mL/min
<3
:Thermo Scientific TSQ
1 2mlL/min MRM
248.2/220.0
1 x3mL -D4 -~ 252.2/224 1
1 x 3mL 100mM 234.1/160.0
1x3mL -D4* 238.1/164.0
>10 5 Y Y
>90% (n=10)
1 x3mL ACN (78:20:2 v/v) 10ng/mL
1 2mL/min
HPLC
Hypersil GOLD 3um  150>=<2.1mm 25003-152130




GC GC/MS
200mg 10mL HyperSep Verify-CX ( 60108-742)
1mL 100mM (pH 6.0) * <40
TmL / 1g (1:4)
/ 5 50uL 50uL BSTFA
2mL 100mM (pH 6.0)

) (1% TMCS)™

pH 6.0+0.5

100mM pH /
2,000rpm 10 70 30
Verify-CX
smb BSTFA
3mL
1mL 100mM (pH 6.0)
<3 1 2uL
1 2mbL/min
*%
3mL -D3-TMS * 374 237 346
3mL 100mM (oH 4.5) -TMS 371 234 343
3mL -D3-TMS * 432 290 327
( >10 5 ) -TMS 429 287 324
3mL /IPA/NH,OH (78:20:2) -
, 75-38831(10 x 1mL )
1 2mbL/min
IPA/NH,OH Ge
(3 11-12) TRACE TR-DoA5 156m>0.25mm><0.25pum 26AF130P
TRACE TR-DoA35 15m><0.20mm>=0.33um  26AC497P




/ /EDDP

200mg 10mL HyperSep Verify-CX ( 60108-742)
1mL 100mM (oH 6.0) * <40
1mL / 19 (1:4)
2mL 100mM (pH 6.0) 100pL
pH 6.0%0.5
100mM pH 5uL GC/MS
/
Verify-CX MRM
310.2/105.1
3mL
-Do~ 319.2/268.3
3mL
1L 100mM H6.0 EDDP 278.2/234.2
me- 159m (pH 6.0) EDDP-DG* 081.4/234.3
<3 .
1 2mL/min
( ) % 0.1%
3mL 0 25 75
1mL 100mM o 5 &
14 90 10
3mL
15 25 75
( >10 5 )
JEDDP 20 25 75
0.35mL/min
3mL / / (78:20:2, V/V/V)
1 2mL/min
HPLC
Hypersil GOLD aQ 3um  150><2.1mm 25303-152130




GC GC/MS

200mg 10mL HyperSep Verify-CX ( 60108-742)
2mL * 1mL 100mM 3mL /IPA/NH,OH (78:20:2)
(pH6.0) 1 2mlL/min
/ IPA/NH,OH
pH  6.0+05 (PH 11-12)
100mM pH
Verify-CX <40
3mL 100pL
3mL
1mL 100mM (oH 6.0) 1 2uL
<3
1 2mL/min D9- * 78 226 303
72 223 294
3mL p
1L 100mM N
3mL GC
( =10 5 ) TRACE TR-DoA5 156m>0.25mm><0.25pum 26AF130P
TRACE TR-DoA35 15m><0.20mm>=0.33um  26AC497P
/ GC GC/MS
200mg 10mL HyperSep Verify-CX ( 60108-742)
2mL / * 1ImL 3mL / (50:50)
100mM (pH 6.0)
/ <40
2mL 100mM (pH 6.0) 100pL
/
pH 6.00.5 1 2uL
100mM pH
Verify-CX -
3mL 235 250 233
3L * 221 157 156
1mL 100mM (oH 6.0) b 240 257 240
<3
1 2mbL/min GC
TRACE TR-DoA5 156m>0.25mm><0.25pum 26AF130P
sml ( . 5 TRACE TR-DoA35 15m><0.20mm>=<0.33um  26AC497P

2mL



/ LC/MS

200mg 10mL HyperSep Verify-CX ( 60108-742)
1mL100mm (PH 6.0) * 3mL / (50:50)
1mL / 1 2mL/min
2mL 100mm (PH 6.0)
<40
Verify-CX 100pL
3mL
3mL 5L GC/MS
1mL100mm (PH 6.0) '
1 <8 MRM
251.2/132.1
1 oml/min -D7* 258.2/138.2
3mL : 0.1% (30:70,vV)
( >10 5 ) :0.35mL/min
2mL
200mg 10mL HyperSep Verify-CX ( 60108-742)
2mL * 2mL100mm
(oH 6.0) 3mL /IPA/NH,0H (78:20:2)
pH 60 05 1 2mU/min
100mm pH : : IPA/NH,0H
/ (pH 11-12)
Verify-CX
3mL <40
3mL
1 mL 100mm (pH 6.0) 100uL
<3
1 2uL
1 Zml/min (GC/MS)
3mL 84 133 162
-D4* 88 137 166
2mL200mm HCI o8 119 176
( >10 5 -D3* 101 122 179
2mL “D,- D,-
3mL GC
( >10 5 TRAGCE TR-DoA5 15m x 0.25mm x 0.25um  26AF130P
TRAGCE TR-DoA35 15m x 0.20mm x 0.33um  26AC497P




GC GC/MS

200mg 10mL HyperSep Verify-CX ( 60108-742)
2mL 400uL HCI 100uL 100uL BSTFA
200uL 10% ( 1%TMCS)™*
/
90 40 /
70 45
15
BSTFA
2,000rpm 10
500uL 50% 2ul
/
50% pH 5-6 *k
D.- * 251 222 250
2mL 247 218 246
/ D.- T™MS* 308 280 309
( T™S* 305 276 304
) ™S 335 245 290
0- ™S 393 378 303
o)
200uL 10% N- ™S 393 378 116
30 ™S 357 342 289
pH 5-6 Ds- T™S* 374 359 346
2,000rpm 10 Ds- T™MS* 377 349 316
Verify-CX ™S 371 356 343
™S 429 414 356
3mL
T™S 373 315 358
sml Ds- T™S* 432 417 404
1mL 100mm (pH 6.0) De-  TMS* 435 420 404
<3 ™S 429 414 401
™S 487 472 414
1 omL/min 369 327 268
Ds- ™S 389 300 374
De- T™MS* 392 303 377
3mL
™S 386 297 371
SmL 100mm (PH 4.5) D.- ™S 447 432 358
3mL ™S 444 429 355
( >10 5 ) Ds- ™S 477 462 420
De- T™S* 480 465 420
3mL /IPA/NH,0H (78:20:2) ™S 4ra 459 a7
. Ds- T™S 535 520 290
1 2mbL/min
™S 532 517 287
; IPA/N H,0H
(oH 11-12) . GC/MS De-
Ds- LOD/LOQ
40
< 7538831(10x 1mL )
GC
TRACE TR-DoA5 15m x 0.25mm x 0.25um 26AF130P
TRACE TR-DoA35 15m x 0.20mm x 0.33um 26AC497P




GC GC/MS

200mg 10mL HyperSep Verify-CX ( 60108-742)
omL 400uL HCl 3mL /IPA/NH,OH (84:12:4)
200uL 10% 1 2mbL/min
/ g ; IPA/NH,0 H
H11-12
90 40 © )
15 <40
2,000rpm 10 200pL 1:1
500uL 50%
/ /
50% oH 56 60 60
) <40
2mL mb B- 50uL /  (70:30, VA)
(B- 5000F /mL)
60 3
2,000rom 10 1 2uL
1.0 M NaOH pH 56
Verify-CX
*%k
3mL
3mL 299 242 214
355 282 229
1 mL 100mm (pH 6.0) D3 358 585 230
<3 371 314 298
285 341 228
1 2mL/min 6- 327 268 383
357 300 413
3mL 341 268 397
3mL100mm (oH 4.5) el 844 2n 400
3mL *
( >10 5 )
GC
TRACE TR-DoA5 15m x 0.25mm x 0.25um 26AF130P

TRACE TR-DoA35

15m x 0.20mm x 0.33um

26AC497P




/

200mg 10mL HyperSep Verify-CX ( :60108-742)
1mL 100mm (pH 6.0) <40
1mL / 100pL
2mL 100mm (pH 6.0)
5L GC/MS/MS
Verify-CX :
3mL
3mL MRM
330.0/190.1
3mL 100mm (pH 6.0) D6 336.0/76 1
<3
1 2mL/min
() % % 0.1%
3mL 0 10 90
3mL 100mm 15 °0 o0
L 16 10 90
8m 20 10 90
( >10 5 )
0.35mL/min
3mL / / (78:20:2,v/V/V)
1 2mL/min HPLC
Hypersil GOLD Phenyl 3um, 150 x 2.1 mm 25903-152130
30mg 3mL HyperSep Retain-CX ( .60707-302)
1mL 2 x 0.5mL /IPA/NH,0H(78/20/2)
1mL 100mM (pH 6.0) 1 Zml/min
/ 1 1%
HyperSep Retain-CX <40
1 ZmU/min 100pL
1x1mL 1 2uL GC/MS
1 x 1 mL 100mm :
IxImL ( )
( >10 3 ) 200 91 242
-D5* 205 96 247
* -D5
GC
TraceGOLD TG-5SilMS 30m x 0.25mm x 0.25um 26096-1420




/

GC GC/MS
200mg 10mL HyperSep Verify-CX ( :60108-742)
1mL 100mm (pH 6.0) 3mL /IPA/NH,0H (78:20:2)
* 1 2mL/min
1mL / 19 : ; IPA/NH,0H
(1:4) (oH 11-12)
/
pH 6.0 0.5 <40
100mm pH
100uL
Verify-CX
3mL 1 2uL
3mL . :
1 mL 100mm (pH 6.0) *x
: <8 D5- * 205 96 247 205 96 247
200 91 242 200 91 242
1 2mU/min *
3mL
3mL 100mm GC
sml TRACE TR-DoA5 15m x 0.25mm x 0.25um  26AF130P
( >10 5
TRACE TR-DoA35 15m x 0.20mm x 0.33um  26AC497P
/
GC/MS
200mg 10mL HyperSep Verify-CX ( :60108-742)
1mL 100mm (pH 6.0) 3mL / [/ (78:20:2,v/V/V)
* 1 2mL/min
TmL /
2mL 100mm (pH 6.0)
/ <40
pH 60 05
100mm pH 100pL
/
Verify-CX 5uL GC/MS/MS
3mL .
3mL
1 mlL 100mm (oH 6.0) MRM
330.0/190.1
] -D6" 336.0/76.1
1 2mU/min
/0.1% (83:67,v/V)
3mL :0.35mL/min
3mL 100mm :
3mL HPLC
( =10 5 ) Hypersil GOLD 3um, 150 x 2.1 mm 25003-152130




/

200mg 10mL HyperSep Verify-CX ( :60108-742)
1mL 100mm (pH 6.0) * 3mL /IPA/NH,0H (78:20:2)
1mL / 2mL 1g(1:4) 1 2mU/min
: ; }PA/N H40 H
/ (pH 11-12/
p 6.0 05
100mM pH <40
100uL
Verify-CX
3mL 1 2uL
3mL
1 mL 100mm (pH 6.0) ok
3 < D5- : 63 120 213 255 270
58 115 208 250 265
1 2mU/min "
3mL v
3mL 100mm : ( )
3mL 1 35% pH 6 : SP (
( >10 5 ) GC
TRACE TR-DoA5 15m x 0.25mm x 0.25um 26AF130P
TRACE TR-DoA35 15m x 0.20mm x 0.33um 26AC497P
200mg 10mL HyperSep Verify-CX ( :60108-742)
1mL 100mm (pH 6.0) * 3mL / / (78:20:2, v/V/V)
1mL / 1g(1:4) 1 2mL/min
2mL100mm (pH 6.0) 3
pH 6.0 05
100mm pH <40
Verify-CX 100pL 0.1% ( )
3mL
3mL 50pL LC/MS/MS
1 mL 100mm (pH 6.0) :
1 <8
1 2mU/min *
3mL :1 mL/min
3mL 100mm :
3mL : 0.1% (25:75)
( >10 5 ) : (250nm)
3mL HPLC
( >10 5 ) Hypersil GOLD 3pum, 150 x 4.6 mm 25003-154630




200mg 10mL HyperSep Verify-CX ( :60108-742)
1mL 100mm (PHB6. ) <400C
1mL / 1g}1:4) 100pL 0.1%
2mL 100mM (pH 6.0) /
<40

Verify-CX
3mL 100uL
3mL

: <8 .

1 2mbU/mi MRM

340.0/58.0
3mL -D11* 351.2/64.0
3mL 100mm 326.0/252.0
-D&5* 331.0/257.0
3mL
( >>1 5 0.35mL/min
/

3mL / / (78:20:2,V/V/V) :
3mL /IPA/NH,0H(78:20:2,v/Vv/V) () % % 0.1%

1 2mU/mi 0 30 70

: ; IPA/NH,0H 10 30 70

(pH11-12) HPLC

30mg 3mL HyperSep Retain-CX

Hypersil GOLD Phenyl 3um, 50 x 2.1 mm

25903-052130

(SPE-LC/MS)

( :60707-302)

TmL TmL

1 mL 30mm
imL | 0.5%
1mL. 1mL
1mL5.%

97-99%

LC/MS
Hypersil GOLD 3pm, 50 x 2.1 mm
25003-052130

100mm

=70:30
200uL/min
MS :
(ES))
(SRVM)
4500V
350




-] GC GC/MS

200mg 10mL HyperSep Verify-CX ( 60108-742)
-4-
5mL * -4- -D10-TMS) 3mL /IPA/NH,0H (78:20:2)
2mL 100mm (pH 6.0) 1 2mU/min
/ : ; IPA/N QOH
12,5600 25,000 b- (pH 11-12)
/
45 90 <35
3,000rpm 10 5uL
( ) SPE /
Verify-CX 5uL MSTFA***
3mL 70 30
3mL
1mL100mm (pH 6.D) : MSTFA
<3
1 2uL
1 2mU/min
3mL -4- -T™MS 290 348 73(291)
omL 20% -4- -D10-TMS* 300 258 83(301)
1 mL 100mm *
( >10 3 ) **
2mL 7S-48910 ( 10x1mL )
3mL / (560:50)
3mL GC
( ~10 3 ) TRACE TR-DoA5 15m x 0.25mm x 0.25um 26AF130P
TRACE TR-DoA35 15m x 0.20mm x 0.33um 26AC497P

Greishaber A. Moore, K. Levine, B, and Smith M.(1999, Novembe). The detection of
psilocin in human urine. Presented at the TRI Services Meeting




(

)

200mg 10mL HyperSep Verify-CX ( 60108-742)
1mL 4mL EH5 7) 3mL / (50:50)
/ <5mL/min
5
2,000rpm 10 3mL
2mL 100mm (pH 6.0) ( 10 5 )
/
pH 6.0 05
100mm oH 3mL /IPA/NH,0H (78:20:2)
Verify-CX 1 2mbL/min
smb . IPA/NH,OH
3mL (PH 11-12)
1 mL 100mm (pH 6.0)
<c3
<40 100pL
1 2mL/min
90uL (
1.0mL)
3mL
3mL
( >10 5 )
2mL
HPLC
200mg 10mL HyperSep Verify-CX ( :60108-742)
4mL 2mL 100mm 3mL /IPA/NH,0H (78:20:2)
(PH 6.0) 1 2mL/min
1mL / ; IPA/N H,OH
/ (pH 11-12)
2,000rpm 10
pH 6.0 05 <40
100mm pH
Verify-CX 200l : (1:3)
3mL / 30
3mL
1 mL 100mm (pH 6.0)
e 10pL LC 235nm
30% 0.25M (PH 2.7)
1 2mL/min :2mlL/min
3mL HPLC
1 mL 100mm Hypersil GOLD C8 3pm, 150 x 4.6 mm 25203-154630
3mL

>10 5 )




200mg 10mL HyperSep Verify-CX ( 60108-742)
1 mL 100mm (pH 6) 1x3mL ;ACN;  (78:20:2 v/v)
1 2mbL/min
1mL
2mL 100mm (pH 6)
/ 5uL
5L GC/MS
TmL
%ACN 0.1%
mk B 0 20 80
(P :100mm 5 20 30
(pH=5.0)  5.000 F /mL Patella Vulgata)
/ 0.20mL/min
65 8 :Thermo Scientific TSQ
2,000rpm 10
HyperSep Verify-CX MRM
1x3mL -4- 205.2/58.2
-4- -D10* 215.2/68.2
1x8mL
* -4- -D10
1x 1 mL 100mm (pH 6) ~90% (n=10)
= :10ng/mL
1 2mU/min HPLC
Hypersil GOLD PFP 3um, 100 x 2.1 mm 25403-102130
1x8mL
1 x 3mL 100mm
1x3mL
( >10 5 )
(SPE-HPLC)
200mg 10mL HyperSep Verify-CX ( 60108-742)
: HPLC
TmL TmL2% :
: Hypersil GOLD 5pL, 150 x 4.6mm
1mL 2% :
: 25005-54630
1mL2% 1mL :
: A.0.05M pH3; B: (85:15)
1mL 5% :
1 mL/min
t:
10pL
uyv;
210nm
72%-98% :
20




/

200mg 10mL HyperSep Verify-CX ( :60108-742)
1mL100mm (oH 6.0) . 300l DMF*
1mL / 19(1:4) <40 30uL
/ PFPA (PFAA) -
pH 6-0 0-5 5OUL PFPA(PFAA)****
100mm pH
50uL PFPOHt
Verify-CX H
3mL 70 20
3mL <40
1 mL 100mm (pH 6.0) 100uL
: <3
1 2uL
1 2mbL/min
*%
3mL D.- * 194 92 123
1 mL 100mm 190 91 118
3mL D.- - 208 % 163
( >10 5 ) 204 91 160
SMA 204 160 119
3mL /IPA/NH,OH (78:20:2) o 15 1
1 2mbL/min 190 119 267
: ; IPA/NH,0H 135 162 305
(pPH 11-12) 204 162 339
© Goms D.- D
TS-20672(50mL )
75-65193(10x1mL )
o 75-65195(10x1mL )
GC
TRACE TR-DoA5 15mx0.25mmx 0.25um  26AF130P
TRACE TR-DoA35 15mx0.20mm x 0.33um  26AC497P




/

GC GC/MS
TMS -
200mg 10mL HyperSep Verify-CX ( :60108-742)
TMS -
2mL * 1 mL100mm 50uL BSTFA( 1 % TMCS)  5uL
(pH 6.0) 70 45
/
pH 6.0 05 1 2uL
100mm pH
Verify-CX ok
3mL D.- . 120 197 92
3mL De- * 120 198 93
1mL 100mm (pH 6.0) Dio- ) 120 202 97
<3 D,;- * 120 203 98
116 192 91
Ds- * 134 211 92
1 2mb/min De- * 137 214 92
Ds- * 137 215 93
3mL 130 206 91
1 mL 100mm 130 147 294
3mL 130 147 294
( -10 5 ) 116 236 135
SMA 130 250 131
- 116 222 121
3mL /IPA/NH,0H (78:20:2)
1 2mU/min :* GOMS
; IPA/N H,0H
75-20672(50mL )
(pH 11-12) 75-38831(10x1mL )
3L DMF GC
<40 30pL TRACE TR-DoA5 16m x 0.25mm x 0.25pum 26AF130P
TRACE TR-DoA35 15m x 0.20mm x 0.33um  26AC497P




/

- 4-CB(4- )
200mg 10mL HyperSep Verify-CX ( :60108-742)
2mL * 1 mL 100mm 30uL DMF**
(pH 6.0) <40 30uL
/ 4-CB(4- )
pH 60 05 -
100mM pH 20uL 4-CB 00uL
Verify-CX 70 45
3mL
3mL 1 2uL
1 mL 100mm (pH 6.0)
<c3 (4-CB) ok
D.- * 208 270 399
1 2mL/min 294 266 248
Ds- * 312 284 266
3mL 308 280 262
1 mL 100 D;s- . 136 434 270
m mm 162 429 266
3mL D.- . 312 284 266
( >>10 5 ) 308 280 262
SMA De- * 328 165 300
3mL /IPA/NH,0H (78:20:2) 322 162 294
1 2mbL/min )
! dalds 7S-20672(50mL
(PH11-12) -20672(50m /
GC
TRACE TR-DoA5 15m x 0.25mm x 0.25pm 26AF130P
TRACE TR-DoA35 15m x 0.20mm x 0.33um  26AC497P
(cs),
(CN) ((0C) GC/MS
200mg 10mL HyperSep Verify-CX ( :60108-742)
3mL
3mL
Kimwipe® ( >10 ° )
Verify-CX 1mL
3mL
3mL <40
1 mL 100mM (PH 6.0)
<3 200uL
/ GC/MS
1 mL/mi




GC GC/MS
200mg 10mL HyperSep Verify-CX ( :60108-742)
: <40
2mL 1 mL 100mm 100uL
(pH 6.0)
/
pH 60 05 Toal
100mm pH
3mL
: ( >10 5 )
imL * 1mL ( 2 )
(pH 6/'0) amL ; 3mL /IPA/NH,0H (78:20:2)
2,000rpm 10 1 2mb/min
2mL 100mm (pH 6.0) : ; IPA/NH,0H
/ (PH 11-12)
pH 60 05
100mm <40
pH
Verify-CX
3mL
3mL 100uL
1 mL 100mm (pH 6.0)
. <3 1 2uL
1 2mL/min GC
TRACE TR-DoA5 15m x 0.25mm x 0.25um 26AF130P
smL TRACE TR-DoA35 15mx 0.20mm x 0.33um  26AC497P
1mL100mm
( >10 5 )
2mL
( 1 ) :
3mL / (50:50) (O ( ) 2 ( )
<2ml/min
@ ( DMF) ;
30 50um DMF( 2 )
®) 1%

2 100pm 1



60mg 6mL HyperSep Retain-CX ( 60107-308)

PCP
100  50uL 5 100uL 5%
10 5
800uL 100mm (pH=6.0) <40
/ 10
PH 6.0 05 *
100mm pH 50pL PFPA(PFAA)
HyperSep Retain-CX /
1 x 200pL
1x200uL 70 20
1 x 200pL 100mm (pH=6.0) <40
50uL
1 mL/min :
200pL 1:1 /
1 x 500uL
1 x 500puL 100mm /
1 x 500uL 40 60
( >10 5 ) <40
50
1 x 800pL /IPA/NH,OH (70:26:4)
1 mL/min 1 2uL
; IPA/NH,0H *
(PH 11-12)
GC/MS
50mg 1mL HyperSep Verify-CX ( :60108-741)
100 50pL PCP 5 10uL 5%
10 ®
800uL 100mm (PH 6.0) )
/ <40
pH 60 05 .
100mm pH 500L PFPA(PFAA)™
Verify-CX 70 20 <40
200uL 50uL
200pL *
200pL 100mm (oH 6.0) 200l 1:1  PFPA(PFAA)*
(10x1mL TS-65193)
1mL/min ( ) 40 60
50uL
500pL
500uL 100mm T
5000l ’
( 210 5 * . 7S-65193(10XIML )
800uL /IPA/NH,0H (70:26:4) GC
1mL/min ( ) TRACE TR-DoA5 15mx 0.25mm x 0.25ym  26AF130P
: : IPA/N H,0H
(pH 11-12) TRACE TR-DoA35 156mx 0.20mmx 0.33um  26AC497P
188




60mg 6mL HyperSep Retain-CX

( 60107-308)

*

800uL 100mm

/ 10
pH 6.0
100mm

100

500uL
10
(pH=6.0)

pH

HyperSep Retain-CX

1 x 200uL
1 x 200pL

1 x 200pL 100mm HCI

TmL/min

1 x 500uL
1 x 500pL 100mm
1 x 500pL /

(

1 x 800uL
TmL/min

<40

(560:50)
>10 5 )

/IPA/NH,0H (70:26:4)

. IPA/NH,0H
(pH 11-12)

100uL PFPA (PFAA)  HFIP

70 20
<40
50uL
TMS:
25uL BSTFA( 1 % TMCS)**
25uL
/
70 30
BSTFA
2uL  GC/MS
MRM
182 198,303
-D3* 185 201,306
-TMS 240 256,361
-D8-TMS* 243 259,369
* -D3 -D8-TMS
* TS-3B831
HPLC

Hypersil GOLD TG-5MS 30mx0.25m x0.25um  26098-1420




200mg 10mL HyperSep Verify-CX ( :60108-742)
0 1 5 10ng 1 2mU/min
1x3mL
100uL 1x3mL1%
/ 1x3mL
30 ( >10 5 )
15 1x3mL ACN;  (78:20:2v )
1 2mbL/min
<<400C
200pL (pH 6)
* 2 L
1 5 LC/MS
100uL
10 MRM
3uL 100mm (oH 6) 333.2/188.3
/ -D5* 342.2/188.2
233.2/84.1
-D5* 238.3/84.1
HyperSep Verify-CX
1x3mL * -D5 -Do&”
1 x 1L 100mm (PH 6) Hypersil GOLD aQ 5um, 50 x 3mm 25305-053030
: <3
200mg 10mL HyperSep Verify-CX ( :60108-742)
TmL 50ng/mL (THCA D9-TMS) 50uL MSTFA***
10 10 60 20
10 10
0.5mL 10 50uL
Verify-CX
3mL 1 2uL
3mL
1mL 0.1N HCI
1 m/rmin ( THCA-TMS 371 386 387
THCA D9-TMS* 380 479
2mL *
2mL 0.1N HCI/ (70:30) .
( >10 5 ) 7S-48910 (10xImL )
200pL
THC GC
2mL / (50:50) TRACE TR-DoA5 15m x 0.25mm x 0.25um 26AF130P
1 mL/min ( TRACE TR-DoA35 15m x 0.20mm x 0.33um  26AC497P
<40

Janet Putnam, Assistant Laboratory DirectoriRP Advanced Toxicology Network, Memphis, TN




50mg 1 mL HyperSep Verify-CX

GC/MS

( 60108-741)

100  500uL

800pL 100mm (pH 6.0)
/ 10 pH 6.0 0.5
100mm pH
Verify-CX
200pL
200uL
200uL 0.1N HC

1 mL/min ( )

500uL
500uL. 100mm HCI
500uL / (50:50)
( >10 5

800uL /IPA/NH,0H (70:26:4)
1mL/min ( )

. IPA/NH,0H
(pH 11-12)

<40

100uL PFPA (PFAA)  HFIP

70 20
<40
50uL
TMS:
25uL BSTFA( 1 % TMCS)**  25uL
/ 70 30
BSTFA
1 2uL
( )
182 198 303
-D3* 185 201 306
240 256 361
-D8-TMS* 243 259 369
” 75-65193 10x1mL
o 75-38831 10x1mL
GC
TRACE TR-DoA5 15m x 0.25mm x 0.25um 26AF130P
TRACE TR-DoA35 15m x 0.20mm x 0.33um 26AC497P




(THC) GC/MS

50mg 1mL HyperSep Verify-CX ( :60108-741)
100 500uL 25uL BSTFA( 1 % TMCS}*  25uL
10 70 30
0.5mL / 10
Verify-CX
2000 BS FA
200uL
200uL 100mm HCI T 2L
1mL/min ( ) **
THCA-TMS 371 386 303
500 THCA D9-TMS* 374 489 318
500uL 0.2N HCI THC
500uL. 100mm HCI/ (70:30)
( >10 5 ) -
THC 75-38831(10x ImL )
800uL / (75:25)
L GC
m-/min ( ) TRACE TR-DoA5 15mx0.25mmx 0.250m  26AF130P
<40 TRACE TR-DoA35 15m x 0.20mm x 0.33um  26AC497P
60mg 6mL HyperSep Retain-CX ( :60107-308)
100  500uL 25uL BSTFA( 1 % TMCS}™  25uL
10 /
500uL 70 30
/ 10
Verify-CX BSTFA
1x200pL
1x200pL
2uL  GC/MS
1x200pL 100mm HCI
1mL/min **
THCA-TMS 371 386 303
1x500puL THCA D3-TMS* 374 489 318
1x500pL 0.2N HCI . THO-D3-TMS
1x500pL 100mm HCI/ACN(70:30) - 75-38831
( >10 5 ) ac
Trace GOLD TG-35MS 30m x 0.25m x 0.25um 26094-1420
1X800pL : (25:75)
TmL/min
<40




SOLA SPE 10mg/1 mL 10mg/2mL 96

SOLA SPE

(mL)
SOLA HRP 10mg 1mL 60109-001 100/
SOLA SCX 10mg 1mL 60109-002 100/
SOLA SAX 10mg 1mL 60109-003 100/
(mL)
SOLA HRP 10mg 2mL 60309-001 1/
SOLA SCX 10mg 2mL 60309-002 1/
SOLA SAX 10mg 2mL 60309-003 1/
SOLA SPE
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HyperSep SPE
Thermo Scientific SPE HyperSepSPE
96-
HyperSep SPE HyperSep MEPS
o imL  75mL
° 25mg 109 ° SPE
o o 3.6uL
HyperSep-96 °
HyperSep SPE
. 96 .
o o HPLC
(]
° HPLC

HyperSep Hypercarb

HyperSep Hypercarb SPE HyperSep Hypercarb SPE

25mg 1mL 60106-304 50 /

50mg 1mL 60106-303 50 / 50mg imL 60302-601 100 /

100mg 1mL 60106-302 30 / 100mg imL 60302-602 100 /

200mg 3mL 60106-301 30 / 200mg imL 60302-603 100 /

500mg BmL 60106-402 20 /

19 6mL 60106-403 10 / 500mg imL 60302-606 1

29 15mL 60106-404 10 / 19 1mL 60302-607 1
29 imL 60302-608 1

HyperSep Retain PEP

HyperSep Retain PEP SPE HyperSep-96Retain PEP

30mg 1mL 60107-201 100 /

30mg 3mL 60107-202 50 / 5mg 1mL 60303-201 100 /
60mg 3mL 60107-203 50 / 10mg 1mL 60303-202

60mg 6mL 60107-208 30 / 30mg 1mL 60303-203 100 /
100mg emL 60107-207 30 / 60mg 1mL 60303-204 100 /
150mg 6mL 60107-211 30 /

200mg 3mL 60107-204 50 / 5mg 1mL 60303-205 1
200mg 6mL 60107-212 30 / 10mg 1mL 60303-206 1
500mg 3mL 60107-205 50 / 30mg 1mL 60303-207 1
500mg emL 60107-206 30 / 60mg 1mL 60303-208 1
19 25mL 60107-215 20 /

29 25mL 60107-214 20 /




HyperSep Retain-CX

HyperSep Retain-CX SPE HyperSep-96Retain PEP

30mg 1mL 60107-301 100 /

30mg 3mL 60107-302 50 / 5mg TmL 60303-301 100 /
60mg 3mL 60107-303 50 / 10mg TmL 60303-302 100 /
60mg emL 60107-308 30 / 30mg TmL 60303-303 100 /
100mg emL 60107-307 30 / 60mg TmL 60303-304 100 /
150mg emL 60107-311 30 /

200mg 3mL 60107-304 50 / 5mg 1mL 60303-305

200mg emL 60107-314 30 / 10mg 1mL 60303-306

500mg 3mL 60107-305 50 / 30mg 1mL 60303-307

500mg emL 60107-306 30 / 60mg 1mL 60303-308

1g 25mL 60107-315 20 /

29 25mL 60107-312 20 /

HyperSep Retain-AX

HyperSep Retain-AX SPE HyperSep-96Retain-AX

30mg 1mL 60107-401 100 /

30mg 3mL 60107-402 50 / 5mg 1mL 60303-401 100 /
60mg 3mL 60107-403 50 / 10mg TmL 60303-402 100 /
60mg emL 60107-408 30 / 30mg 1mL 60303-403 100 /
100mg emL 60107-407 30 / 60mg 1mL 60303-404 100 /
150mg 6mL 60107-411 30 /

200mg 3mL 60107-404 50 / 5mg TmL 60303-405 1
200mg 6mL 60107-414 30 / 10mg TmL 60303-406 1
500mg 3mL 60107-405 50 / 30mg TmL 60303-407 1
500mg emL 60107-406 30 / 60mg TmL 60303-408 1
19 25mL 60107-415 20 /

29 25mL 60107-412 20 /

HyperSep C18

HyperSep Silica C18 SPE HyperSep-96 C18

50mg 1mL 60108-390 100 /

100mg 1mL 60108-302 100 / 10mg 1mL 60300-421 100 /

200mg 3mL 60108-303 50 / 25mg 1mL 60300-422 100 /

500mg 3mL 60108-304 50 / 50mg 1mL 60300-423 100 /

500mg emL 60108-305 30 / 100mg TmL 60300-424 100 /

1g 6mL 60108-301 30 /

29 15mL 60108-701 20 / 10mg TmL 60300-425 1

59 25mL 60108-702 20 / 25mg 1mL 60300-426 1

10g 75mL 60108-703 10 / 50mg TmL 60300-427 1
100mg TmL 60300-428 1




HyperSep C8

HyperSep C8 SPE HyperSep-96 C18

50mg 1mL 60108-391 100 /

100mg 1mL 60108-392 100 / 10mg 1mL 60300-441 100 /

200mg 3mL 60108-393 50 / 25mg TmL 60300-442 100 /

500mg 3mL 60108-394 50 / 50mg 1mL 60300-443 100 /

500mg 6mL 60108-395 30 / 100mg 1mL 60300-444 100 /

19 6mL 60108-427 30 /

29 15mL 60108-704 20 / 10mg 1mL 60300-445 1

5g 25mL 60108-705 20 / 25mg imL 60300-446 1

10g 75mL 60108-706 10 / 50mg 1mL 60300-447 1
100mg imL 60300-448 1

HyperSep Phenyl

HyperSep Phenyl SPE HyperSep-96 Phenyl

50mg 1mL 60108-516 100 /

100mg 1mL 60108-386 100 / 10mg 1mL 60300-681 100 /

200mg 3mL 60108-387 50 / 25mg 1mL 60300-682 100 /

500mg 3mL 60108-388 50 / 50mg 1mL 60300-683 100 /

500mg emL 60108-389 30 / 100mg 1mL 60300-684 100 /

1g 6mL 60108-517 30 /

29 15mL 60108-707 20 / 10mg TmL 60300-685 1

59 25mL 60108-708 20 / 25mg TmL 60300-686 1

10g 75mL 60108-709 10 / 50mg TmL 60300-687 1
100mg TmL 60300-688 1

HyperSep Silica

HyperSep Silica SPE HyperSep-96 Silica

50mg 1mL 60108-409 100 /

100mg 1mL 60108-317 100 / 10mg imL 60300-481 100 /

200mg 3mL 60108-410 50 / 25mg 1mL 60300-482 100 /

500mg 3mL 60108-315 50 / 50mg imL 60300-483 100 /

500mg BemL 60108-411 30 / 100mg 1mL 60300-484 100 /

19 6mL 60108-426 30 /

29 15mL 60108-710 20 / 10mg 1mL 60300-485 1

59 25mL 60108-711 20 / 25mg TmL 60300-486 1

10g 75mL 60108-712 10 / 50mg 1mL 60300-487 1
100mg 1mL 60300-488 1




HyperSep SAX

HyperSep SAX SPE HyperSep-96 SAX

50mg 1mL 60108-418 100

100mg 1mL 60108-360 100 10mg 1mL 60300-561 100 /

200mg 3mL 60108-417 50 / 25mg TmL 60300-562 100 /

500mg 3mL 60108-419 50 / 50mg 1mL 60300-563 100 /

500mg 6mL 60108-434 30 / 100mg 1mL 60300-564 100 /

19 6mL 60108-521 30 /

29 15mL 60108-713 20 / 10mg 1mL 60300-565 1

5g 25mL 60108-714 20 / 25mg imL 60300-566 1

10g 75mL 60108-715 10 / 50mg 1mL 60300-567 1
100mg imL 60300-568 1

HyperSep SCX

HyperSep SCX SPE HyperSep-96 SCX

50mg 1mL 60108-420 100

100mg 1mL 60108-421 100 10mg TmL 60300-581 100 /

200mg 3mL 60108-422 50 / 25mg 1mL 60300-582 100 /

500mg 3mL 60108-423 50 / 50mg 1mL 60300-583 100 /

500mg emL 60108-520 30 / 100mg 1mL 60300-584 100 /

19 6mL 60108-433 30 /

29 15mL 60108-716 20 / 10mg 1mL 60300-585 1

5g 25mL 60108-717 20 / 25mg TmL 60300-586 1

10g 75mL 60108-718 10 / 50mg imL 60300-587 1
100mg 1mL 60300-588 1

HyperSep Verify AX

HyperSep Verify-AX SPE

HyperSep-96 Verify-AX

50mg 1mL 60108-420 100

100mg TmL 60108-421 100 10mg TmL 60300-809 100 /

200mg 3mL 60108-422 50 / 25mg TmL 60300-810 100 /

500mg 3mL 60108-423 50 / 50mg TmL 60300-811 100 /

500mg 6mL 60108-520 30 / 100mg TmL 60300-812 100 /

19 6mL 60108-433 30 /

29 15mL 60108-716 20 / 10mg TmL 60300-813 1

59 25mL 60108-717 20 / 25mg TmL 60300-814 1

10g 75mL 60108-718 10 / 50mg TmL 60300-815 1
100mg TmL 60300-816 1




HyperSep Verify-CX

HyperSep Verify-CX SPE HyperSep-96 Verify-CX

130mg 1mL 60108-719 100 /

200mg 6mL 60108-722 50 / 10mg 1mL 60300-801 100 /

300mg 3mL 60108-720 50 / 25mg TmL 60300-802 100 /

500mg 3mL 60108-721 50 / 50mg 1mL 60300-803 100 /

500mg 6mL 60108-722 30 / 100mg 1mL 60300-804 100 /

1g 10mL 60108-723 50 /

29 6mL 60108-724 30 / 10mg 1mL 60300-805 1
25mg imL 60300-806 1
50mg 1mL 60300-807 1
100mg imL 60300-808 1

HyperSep Florisil

HyperSep Florisil SPE HyperSep-96 Florisil

50mg 1mL 60108-402 100 /

100mg 1mL 60108-403 100 / 10mg TmL 60300-721 100 /

200mg 3mL 60108-404 50 / 25mg 1mL 60300-722 100 /

500mg 3mL 60108-405 50 / 50mg 1mL 60300-723 100 /

500mg emL 60108-500 30 / 100mg 1mL 60300-724 100 /

1g 6mL 60108-431 30 /

29 15mL 60108-735 20 / 10mg 1mL 60300-725 1

59 25mL 60108-736 20 / 25mg TmL 60300-726 1

10g 75mL 60108-737 10 / 50mg imL 60300-727 1
100mg TmL 60300-728 1

HyperSep Aminopropyl

HyperSep Aminopropyl SPE HyperSep-96 Aminopropyl

50mg 1mL 60108-424 100 /

100mg 1mL 60108-364 100 / 10mg 1mL 60300-510 100 /

200mg 3mL 60108-425 50 / 25mg TmL 60300-502 100 /

500mg 3mL 60108-518 50 / 50mg 1mL 60300-503 100 /

500mg emL 60108-519 30 / 100mg TmL 60300-504 100 /

1g 6mL 60108-432 30 /

29 15mL 60108-738 20 / 10mg 1mL 60300-505 1

59 25mL 60108-739 20 / 25mg TmL 60300-506 1

10g 75mL 60108-740 10 / 50mg TmL 60300-507 1
100mg TmL 60300-508 1




HyperSep Cyano

HyperSep Cyano SPE HyperSep-96 Cyano

50mg 1mL 60108-746 100

100mg 1mL 60108-745 100 10mg 1mL 60300-817 100 /

200mg 3mL 60108-747 50 / 25mg TmL 60300-818 100 /

500mg 3mL 60108-748 50 / 50mg 1mL 60300-819 100 /

500mg 6mL 60108-749 30 / 100mg 1mL 60300-820 100 /

1g 6mL 60108-750 30 /

29 15mL 60108-751 20 / 10mg 1mL 60300-821 1

5g 25mL 60108-752 20 / 25mg imL 60300-822 1

10g 75mL 60108-753 10 / 50mg 1mL 60300-823 1
100mg imL 60300-824 1

HyperSep Diol

HyperSep Diol SPE

HyperSep-96 Diol

50mg 1mL 60108-571 100

100mg 1mL 60108-572 100 10mg 1mL 60300-635 100 /

200mg 3mL 60108-573 50 / 25mg 1mL 60300-636 100 /

500mg 3mL 60108-574 50 / 50mg 1mL 60300-637 100 /

500mg 6mL 60108-575 30 / 100mg 1mL 60300-638 100 /

19 6mL 60108-576 30 /

2g 15mL 60108-755 20 / 10mg 1mL 60300-630 1

59 25mL 60108-756 20 / 25mg 1mL 60300-631 1

10g 75mL 60108-757 10 / 50mg 1mL 60300-632 1
100mg 1mL 60300-633 1




HyperSep SPE

HyperSep Javelin SPE

Retain PEP Retain-CX Retain-AX Hypercarb
2.1mm 10mm 60310-201 60310-301 60310-401 60310-501
3.0mm 10mm 60310-202 60310-302 60310-402 60310-502
HyperSep UNIGUARD SPE

Retain PEP Retain-CX Retain-AX Hypercarb
2.1mm 10mm 60311-201 60311-301 60311-401 60311-501
3.0mm 10mm 60311-202 60311-302 60311-402 60311-502

SPE HyperSep HPLC

Retain PEP Retain-CX Retain-AX Hypercarb
2.1mm 20mm 60312-201 60312-301 60312-401 60312-501 4 /
3.0mm 20mm 60312-202 60312-302 60312-402 60312-502 4 /

HyperSep
HyperSep
SPE 96-
/
60104-230 1
60104-241 1
60104-243 1
24- 60104-234 24/
48- 60104-235 48 /
HyperSep-96
96-
HyperSep-96 60103-351 1
HyperSep_QB L E i . .i..-. 60104-241 1
¥ 60104-243 1
HyperSep-96 60300-301 1
HyperSep-96 60300-303 5 /
1mL 60300-402 50 /
2mL 60300-4083 50 /

imL 3mL 6mL SPE 60104-259 15 /

imL 60300-311 100 /




HyperSep

RECKES

REUGEE
ZERHE

16

o Corian0
16 TeflonO
16

24

o Corian0
24 TeflonO
24

¥

Luer

Luer

Luer LockiE sk
I

ATEEHR
HI & E &

L 338

HEZE IR

ZEtuerfEsk

16 60104-232 1
24 60104-233 1
60104-243 1
60104-241 1
60104-240 1
16 60104-242 16/
24 60104-244 24 /
60104-245 12/
60104-261 1
16 60104-262 1
24 60104-248
16 60104-249 1
24 60104-250 1
16 60104-251 1
24 60104-252 1
16 60104-253 1
24 60104-254 1
60104-260 1
60104-255 12
Luer 60104-256 12/

60104-257 4

/

Luer Lock

60104-258 12

/




HyperSep SLE 96

/ (SLE)
SLE
200mL,

SLE
o LLE
. LLE
. LL
. LLE
L]
) SLE 5-10 4.,..*:1!.'.11 s | WAE \ !::'::’....,.
@ : @ | U|
(3) = 4
HyperSep SLE 96
HyperSep SLE HyperSep SLE

SLE(pH=7) SLE(pH=9)
200mg 3 60109-200-3-7 50 200mg 3 60109-200-3-9 50
500mg 3 60109-500-3-7 50 500mg 3 60109-500-3-9 50
500mg 6 60109-500-6-7 30 500mg 6 60109-500-6-9 30
19 6 60109-1000-6-7 30 19 6 60109-1000-6-9 30
2g 12 60109-2000-12-7 20 29 12 60109-2000-12-9 20
49 25 60109-4000-25-7 15 49 25 60109-4000-25-9 15
20g 60 60109-20000-60-7 10 20g 60 60109-20000-60-9 10
HyperSep SLE 96 HyperSep SLE

SLE(pH=7) SLE(pH=9)
200mg 2 60109-200-2-7W 1/ 200mg 2 60109-200-2-9W 1/
300mg 2 60109-300-2-7W 1/ 300mg 2 60109-300-2-9W 1/
400mg 2 60109-400-2-7W 1/ 400mg 2 60109-400-2-9W 1/
500mg 2 60109-500-2-7W 1/ 500mg 2 60109-500-2-9W 1/




HyperSep SPE -QUEChERS

Thermo Scientific QUEChERS( )
SPE

QUEChERS

HyperSep SPE -QuEChERS

QuEChERS
6g MgSO,, 1.59g 50mL 60105-210 250 /
49 MgSO,, 19 50mL 60105-211 250 /
1.59 1.59 750mg 50mL 60105-212 250 /
49 19 19 500 mg 50mL 60105-216 250 /
QuEChERS
69 1.59 50mL 60105-310 25 50mL 60105-310 25 /
49 1g NaCl 50mL 60105-311 25 50mL 60105-311 25 /
69 1.59 1.59 750mg 50mL 60105-312 25 50mL 60105-312 25 /
49 19 19 500mg 50mL 60105-316 25 50mL 60105-316 25 /

900mg MgSO, 300mg PSA  150mg 156mL 15mL 60105-205 50 /
900mg MgSO, 300mg PSA  150mg C18 15mL 15mL 60105-206 50 /
750mg MgSO, 250mg PSA, 250mg C18 250 15mL 15mL 60105-213 50 /
900mg MgSO,, 300mg PSA 15mL 15mL 60105-214 50 /
900mg MgSO, 150mg PSA 15mL 15mL 60105-215 50 /
900mg MgSO, 150mg PSA  45mg 15mL 15mL 60105-217 50 /
900mg MgSO, 150mg PSA  15mg 15mL 15mL 60105-218 50 /
1200mg MgSO, 400mg PSA 15mL 15mL 60105-224 50 /
1200mg MgSO, 400mg PSA  400mg C18 15mL 15mL 60105-225 50 /
1200mg MgSO, 400mg PSA, 400mg C18  400mg 15mL 60105-226 50 /
900mg MgSO, 150mg PSA  150mg C18 15mL 60105-227 50 /
150mg MgSO, 50mg PSA  50mg 15mL 60105-230 50 /
1560mg MgSO, 300mg PSA  150mg Chlorofiltr 15mL 60105-231 50 /
900mg MgSO, 300mgPSA  150mg 15mL 60105-305 10 7/
900mg MgSO, 300mgPSA  150mg C18 15mL 60105-306 10 7/
150mg MgSO, 50mg PSA, 50mg 15mL 60105-313 10 7/
900mg MgSO, 300mg PSA 15mL 60105-314 10 7/
900mg MgSO, 150mg PSA 15mL 60105-315 10 7/
900mg MgSO, 50mg PSA  45mg 15mL 60105-317 10 7/
900mg MgSO, 150mg PSA  15mg 15mL 60105-318 10 /
1200mg MgSO, 400mg P SA 15mL 60105-324 10 7/
1200mg MgSO, 400mg PSA  400mg C18 15mL 60105-325 10 7/
1200mg MgSO, 400mg PSA, 400mg C18  400mg 15mL 60105-326 10 7/




QuEChERS

900mg MgSO,  150mg PSA  150mg C18 15mL 60105-327 10 7/
150mg MgSO, 10mgPSA  50mg 15mL 60105-330 10 7/
150mg MgSO, 300mg PSA  150mg Chlorofiltr 15mL 60105-331 10 /
400mg PSA 200mg emL 60105-207 30 /
500mg PSA 250mg emL 60105-208 30 /
500mg PSA 500mg emL 60105-209 30 /
400mg PSA 200mg emL 60105-307 10 7/
500mg PSA 250mg 6mL 60105-308 10 7/
500mg PSA 500mg 6mL 60105-309 10 7/
150mg MgSO, 50mg PSA  50mg 2mL 60105-202 100 /
150mg MgSO,  50mg PSA 2mL 60105-203 100 /
150mg MgSO, 50mg PSA  50mg C18 2mL 60105-204 100 /
1560mg MgSO, 25mg PSA 2mL 60105-219 100 /
150mg MgSO, 25mg PSA  25mg C18 2mL 60105-220 100 /
150mg MgSO, 25mgPSA  2.5mg 2mL 60105-221 100 /
150mg MgSO, 25mgPSA  7.5mg 2mL 60105-222 100 7/
1560mg MgSO, 50mg PSA50mg C18  50mg 2mL 60105-223 100 /
150mg MgSO, 50mgPSA  50mg 2mL 60105-302 10 /
150mg MgSO, 50mg PSA 2mL 60105-303 10 7/
1560mg MgSO, 50mgPSA  50mg C18 2mL 60105-304 10/
150mg MgSO, 25mg PSA 2mL 60105-319 10 7/
50mg MgSO, 25mgPSA  25mg C18 2mL 60105-320 10 7/
150mg MgSO, 25mgPSA  2.5mg 2mL 2mL 60105-321 10 7/
1560mg MgSO, 25mgPSA  7.5mg 2mL 60105-322 10 7
150mg MgSO,  50mg PSA, 50mg C18  50mg 2mL 60105-323 10 7/
Mylar 4000mg 1000mg 60105-340 50 /
Mylar 6000mg 1500mg ( ) 60105-341 50 /
Mylar 6000mg 1500mg 60105-342 50 /
Mylar 6000mg 1500mg 1500mg 750mg 60105-343 50 /
Mylar 4000mg 1000mg 500 1000mg 60105-344 50 /
Mylar 1.2g 60105-345 50 /
Mylar 49 0.59 60105-346 50 /
HyperSep SPE 50
4000mg 100mg 60105-332 50 /
4000mg 100mg 500mg 1000mg 60105-333 50 /
4000mg 19 60105-334 50 /
6000mg 1500mg 60105-335 50 /
6000mg 1500mg 60105-336 50 /
6000mg 1500mg 1500mg 1750mg 60105-337 50 /
8000mg 200mg 60105-338 50 /
8000mg 3500mg 60105-339 50 /
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