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rcsarant WA ERMEELRDN 12 PAREE, URBHREADY 5 WABSE,
Christian HegmannsZ, Ultivo LC/MS g?‘ﬂ%%igﬁi?@, ﬁEj{%?%%ﬁ%ﬁ*ﬁﬁﬁ%E@M&ﬁgﬁ'ﬁigi—l_o Fﬁ—ﬁ
Joni Stevens HESEYTERTREZRSEH (EC) No. 1881/2006 F1 No. 105/2010 FEHIE
| RECREERAT HERSESRE TR, £ Ulivo RALRETRENEHEE, RETERTH
Santa Clara, CA MEFERE (%RSD) < 10%. FEBRTH AL, BIED IR =EMRTAE
FRBEHEBRAT %5, AR BEtRIRESE,

Waldbronn, Germany
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BERSZEHEMEY LEKNER~E
N, T—ERENAEGERT, ALMHE
BrBYRAR RN M I ERS
ZNRE, Alt, FENRRTNERS
REEHTHE, URKEERNE
R, NBREERENEESETH
ANEmHN, KENHERERSRE
(ML), MELZ) | &ERFH 0.1 ppb EIE
L Sh AR ppm Rk F, BENRE
WEMERERPET ML RENEES
REEHITERTEN T, RASMHER
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Agilent Ultivo =& PItRAF LC/MS &%
TTRTFRMMEN R RLe DRI =FT
EGRBIRZ PR Ultivo REBIBIFIE AR
BT R/NESESHAER, FMEED
55 A5EEE (B 1) . Cyclone lon
Guide SHeE S 3. Vortex Collision
Cell R 7uhli 1 =M XX H E MU R AT S 01 H#T =
m, EERAEERS/NMRNBNEESD
MR, XLEQIFTIGR TINBM A FESE
MIZEM, MMEKT EBIETTRE,
VacShield BZ= BB BRI NZFAE 4
BT RGP R RVBTEIA T L ADIR,
BAEE L I R P A TR AL IR RN 43P,
Agilent MassHunter SR EZE L 7 2R
RE. FERE. BB HRS. &R
HIE5E 7 MRERIIRERIETE], MRS
T SRWEDTEN T EE,

AR AEIRETR T A Ultivo =81
R LC/MS S =MEINZHER BT &
% 12 MR EEERSRHE TR HMEH
HNEEDHo
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SRISER Y

R 5HFER

AN AFEBNMMERAIYN HPLC
8 LC/MS %, ZEEWHE Honeywell
(Morristown, NJ, USA), B4k~ B
B LC-Pak Polisher 1 0.22 pm R s
B2 SR Milli-Q Integral KL R S:
(EMD Millipore, Billerica, MA, USA), FRE2
(FA) FIERER 2 B Fluka (Sigma-Aldrich
Corp., St. Louis, MO, USA), &z H
Aldrich (Sigma-Aldrich Corp., St. Louis,
MO, USA). WFEERMBE Sigma-
Aldrich 3§ Cayman Chemicalo

ES TIPS ES

FAK¥ . TEEFMBAMEN B L5
J&. MREX 5 g EHKH. 59 fEAEE (IEH
FERHREIE, RARFRFDIT) 32 g REAM
#, BF 50mL BREES, A 10mL
ZBERM 10 mL & 0.2% FA BYB4hK#H 1T
ZEY, ARERIEFEIER (Heidolph Hei-
MIX Multi reax, 545-10000-00) #x#%E 30 23
#h, ¥ Agilent QUEChERS EN ZEEREL (&6
5 5982-5650) MINZEEMH, FHiAE
BIRIE 2 98, AELL 4500 rom BUER
B0 5 92§ (Sorvall Heraeus, Labofuge
400K), fFRAZRECEA D EMHEZEE

& (FHS 5982-0029) XTRHAMH
ZRMHTIINI R U T B, AE, B
0.4 mL BEIKHERE 1.6 mL PRAZEE),
F A Agilent Captiva EMR-Lipid i iE#
(B4 5190-1003) #1748 FEDHT
ZH, IEIREERY)/BAEK 30:70 RILLMH)
XN BEAMEEEUR #H TR, B 2 B
NN = RENPASES NPty e
X35
Agilent 1290 Infinity Il UHPLC
Agilent 1290 Infinity EER3R (G7120A)
Agilent 1290 Infinity Il Multisampler,
Fo& 2 E13=E (G7167B)
Agilent 1290 Infinity || BB EMEH
(G7116B)
Agilent Ultivo =B AR &RREXB RS
ZREBSTRERES R

Bix

7= 1LE27 Agilent 1290 Infinity Il UHPLC
£, & 2LET Ultivo = EIURITEE
MLZRECESTR ES| B RS, XALE
BFRAMNDSZRMEN (AMRM) #
T9. EFAE®B Quant-My-Way IHEERY
Agilent MassHunter £ 9T B.09
X ERHEH T I (o
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MEX 5 g (EKRIEE) 29 (B
IINHRENEESEFEI 50 mL BOER

.

AN 10 mL 7k (0.2% FA) #110 mL Z.f&

-

TERiElRSH2s L HEED 30 %

!

#5/N Agilent QUEChERS EN ZEXX 7 &892E

-

ERbERHes LIER 2 D8

.

A 4500 rpm BY¥EIRES L) 5 5354

.

FB 0.4 mL BAkHERE 1.6 mL ZEY)

R BEAHT

% 6 mL EN ZEINN dSPE BRIXFIZ 15 mL BOE

'

TERNEiR 728 EIEE) 2 8

|

A

.

HEEATTE

F3-5F—F

iT Agilent Captiva EMR-Lipid i34,

LA 4500 rpm BYERIRE L 5 5356

2. fEF8 Agilent Captiva EMR-Lipid D EK. EEMBHERTFERS

A 4

F 0.7 mL B4k 0.3 mL ZXEX)

BN ES LRSS

£ 1. Agilent 1290 Infinity Il UHPLC %4
S &
Bt Adgilent Eclipse Plus C18 3.0 x 150 mm, 1.8 ym (&S 959759-302)
(e 45°C
HEEE 2 uL B, E, 10 pL BEAH
Feania A) 0.5 mmol/L FLE + 5 mmol/L FREASE + 0.1% BRERMIKAR
o B) 0.5 mmol/L f{L5% + 5 mmol/L BRERSE + 0.1% BREANBRESAR
IR 0.45 mL/min
BfiEl %B
0 30
. 05 30
BE 7.5 100
9.0 100
91 30
{2 1ERYE] 9.1 min
JRIE1TEYIE] 1.9 min

& 2. Agilent Ultivo = S PAtRATRI LRI I5SF
MEF RS
B8 i}

FIRSRE 250 °C
FIESTE 8 L/min
HIRE 350°C
R 12 L/min
SHERED 30 psi
ERERE 3300V (+)
TR 0V ()
EIRBTE) 500 ms
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ERSERALERE
ERSREZMRERE, BFEBURT
BEERSHR. WoMER. mENH
MBEREEE. AMRERKEZEN
No. 1881/2006 #1 No. 105/2010 fEAE
. ANSHEHMMX BENMELL, &K
BAENERSRRSKE ML) B8R
Ko FRBEUXEGHRNAIBREEERD,
SHARIER 4 tPER SR ROEIREHTT
(M

& 3. dVMRM B TEESFRINBEFXY

BEF FEF RT RT&QO HREE CE
k& (m/z) (m/z) | (min) (min) ) ) .03
HEESE B1 (AB1) 313.3 285.1 5.9 1 190 20 F
HEESZE B1 (AB1) 313.3 2411 59 1 190 40 E
EHHhE S B2 (AB2) 315.1 287.1 5.7 1 190 24 E
HHhESZH B2 (AB2) 315.1 259.1 5.7 1 190 28 iE
HHEEE G1 (AG1) 329.1 311.1 5.3 1 180 20 F
HEESE G1 (AG1) 329.1 243.1 5.3 1 180 28 F
HMESE G2 (AG2) 331.1 313.1 5.1 1 190 24 E
HHEBESE G2 (AG2) 331.1 115 5.1 1 190 80 E
Bt S ST E 1HEZ (DON) 297.1 249.2 3.0 1 120 4 I
iR B S EEZ (DON) 297.1 77 3.0 1 120 80 E
R EZ B1 (FB1) 722.4 352.3 6.6 1 240 36 E
RSE%X B1 (FB1) 722.4 334.3 6.6 1 240 40 iE
REEZ% B2 (FB2) 706.4 336.3 7.4 1 240 36 i
A& % B2 (FB2) 706.4 318.4 7.4 1 240 40 iE
ASEZ B3 (FB3) 706.4 336.3 7.0 1 240 36 I
ASE % B3 (FB3) 706.4 318.4 7.0 1 240 36 E
HT-2 &% (HT-2) 442.2 263.2 6.8 1 120 4 E
HT-2 & (HT-2) 442.2 215.1 6.8 1 120 4 E
FEHESE A (OTA) 404.1 239 7.6 1 140 20 iE
TEEHESE A (OTA) 404.1 221 7.6 1 140 36 E
T-2 8% (T-2) 484.2 215.2 7.3 1 140 12 E
T-2 5% (T-2) 484.2 185.1 73 1 140 4 h3
ERINBIHER (ZEA) 319.2 301.2 7.7 1 120 4 E
ERIREBIRER (ZEA) 319.2 185.1 7.7 1 120 24 iE
R4 KARPEESEN ML, RARREREMIES No. 1881/2006 F1 No. 105/2010 fEAXIER, ZAFRFAFT

BRHE ML ¥/NFEF EUML

MEHEEEER ML ASHRRFEFRIEE ML
HESER EK (ppb) &4 (ppb) ZEHY (ppb) FEARFTEL (ppb) | B (ppb)

HIESE B 2 2 5 2 5
HHBSE B2 2 5
BHESZ G ;ﬁﬂ%ﬁi‘éfﬂ EE%ﬁi‘é%ﬂ Eﬂﬁfifffﬂ: ) 5
HHEBESE G2 2 5
FMEBEE A 3 x 15 3 15
RS EX B1 B1 71 B2 SA0: - x 500 &
RSEZE B2 1000 ppb x 500 ENoE
ASEZ B3 x x % 500 ey
f:i;‘?rgﬂﬁn L 750 x x 75 EN2r
ERFBIEE 100 % x 100 Fas
T-28% x % x 100 Taa
HT-2 5% x % x 500 Fas




FEEUER
ZHENEZEBURZEEE S M. Agilent
Captiva EMR-Lipid I{FI SR —MRE
TR, FIRERASSEMMCEYTED
H. ZA AR TSMERFRENEY
#HE RIFEIWER, SMUEYTE ML TH
B EIAE 60%-110% (R 5) o

R 5 RER CEMBHRNERFT ML TS

HERSENEIWE (%), 7% ML MHEREERNL
ay
HESHLUE (%)
HESH EXK ®E BEAHR

EHMESEHBI 107 105 9
HMEEE B2 110 109 97
HEHESEHGI 109 108 102
BHEHE G2 110 9% 104
FEMBER A 83 83 109
RSEXR B1 60 65 -
RSEE B2 67 77 _
RBSEE B3 90 61 -
fgi SRATIE 111 72 -
EXRFBIFR 98 90 -
T-2E% 105 104 -
HT-2 8% 108 102 -

FERBE

El 3 R T EAAEN 12 MER
SREENRNESMEY, BRTEXK
ERHE ML FRIBIEE, WL TIRESTE

e (5 SMNAYIE SR A EEMPER T
NARZHERSHAZIEE ML 1/20 B9
EER. B 4 ETAEERESERN LOQ
ZE/DRIRE MLBY 1/5, LOQ EX 7R

EIMIEE ML B 1/20 FIEE ML 10 18Ry  EEHFRBIRIEEN 80%-120%,
BEESEMER. B/ MREMGER  ERE (S/N) KT 10,
REER, HITEZMR (L0Q) M %RSD
x 102
1.1
T-2
1.0 07
0.9 OTA
3
0.8
2
0.74
- 1
& 0.64
= 0
=05 7677
FB3 y
0.4
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0.2
ol boN ZEA
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(}A A A A
25 3.0 35 40 45 5.0 5.5 6.0 6.5 7.0 75
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3. EXEFRPIEE ML TERSENES dMRM BiZE
14
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e
e
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0
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EEE ML LD 2 —MREERTER



FIEEEMZ
EEMERTHRANFENEYIRET
HENEE. B 5 ER T ESHERTH
LOQ FARXREEHFHEES R %RSD.
FIE L EMESMERTHN %RSD /)
F 10%, ZEWWEYH %RSD /NF 5%,
EEXRMEERERFLL 200 ppt. ERBH
WERDLL 500 ppt EEHFEMES
£ B1 (FBHFMHET ML B 10 12) MU
AUEF, RHERTIZAENHERE
(B 6) .

14
M RSD 5%-10%
LoV ~+)
12 M RSD 0%—5%
2
3
10
o
&~ 8
e
g
6
=
10
9
4 3
2
2
0 K TEER B3I

E 5. ERSHTEME —MERTYRE T MZEE, LOQ TFAE

%RSD < 10%

x102 EXK x10% 14
RSD% = 5.73 RSD% = 2.34
10 SEigfEngEt = 71.9 10 =Rt = 169
0.9 0.9
0.8 0.8
0.7 0.7
0.6 0.6
S S
=~ 05 =~ 05
p=y e
0.4 0.4
0.3 0.3
0.2 0.2
0.1 0.1
0 0
-0.1 -0.1

x 102 BHAHY
RSD% = 5.65

10 TSR = 53.6

0.9

B 6. FRARFRAREN ML 1/10 BYE#EE 2 B1 (200 ppt 3¢ 500 ppt) B/ VREEHE, RMHELEHEE




PRBE L EYIHRIMENENE S, e
WEMPDHARE/NDRAERE, SBER
ML 89 1/20 £ 10 &, S&RIBAPFEER
RETELEYIN R* & = 099, B 7 B
TIREERFSNTEE LS REMEN
Gl

x 10*
HHMESE B
0.1-20 ppb

R? =0.999

1.64
1.4
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1] EEBEEG2
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61 R2=0.999
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B 7. EEERPEE U SR ER L. LMEING, TR #kRxR ML

EaE BRI mE
0.375-750 ppb
R? = 0.999

T T
300 400

0 100 200 500 600 700 800
ARE (ng/g)
HHEBESEGI
0.1-20 ppb
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3.04
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HEHMEERA
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