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Sample Extraction Products
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Dispersive Sample Preparation
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UPLC® Amino Acid Analysis
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E7KA RAREN, Oasis PRIME HLBE 8 ZE B/ AR @ IE = %4k, UPLCe- (2.1 x 100mm, 1.7 m)
MSMSA& . 4ERFTAD, WERRE. B, -ZEHHFE. K REME: BR, 1 moULZEREER, pH=5;
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0.2 mfHFLIBAR, LELCMSMSH BFRRE: 150°C

BUAFISRRE: 600 °C
BiafSURR: 1000L/h

HILR: 150L/h
MBS RE: 0.15mL/min
MRMZ L3R T,
UBHEFE

SHRBOMNNUBR A EAEXBNES, BEEFHRIREEFE
AROER, SEXREERNERNER . ALKUPLOMSMST
SRRYEE S FAMIQUANPEDIASKIBFE. FER B8 7 10005 ik 591 AY
LCMSIMST 3%, XEMEMEETJLTFMBENERIQNAAERN
K. BT, QUANPEDIAZHE B B S5 1R (R I B AV (LR 7T 7 B4R
BIESLEMHMNEAERE. XEFTFIEELEHEANTEN
FHEBHIBARBR, SXAPNAERALRRE BAREN
BT HEFENEENRE, BOXRENTEEMNME. &
AL

ACQUTIY UPLCE 5 Xevo TQ-SEX F




Dasis PRiME HLB-UPLC-MS/MSTIFE & P ch78Fh &2 255% B8

thi & E3 8 BFEHRX BF3 (ml2) HILBE V) HEERER (V)
dowws e [ fmE :
ABAB su = 710> 2200 0 z
TR B Sulfanilacetamide Eg:: 22]]55'b000>>]§;]é?000 gg f;
bl Sulfamoral Eé:: 2266; b000>>1%]é?900 58 ?g
T - :
ARTEE  simaran = 010> 5200 0 z
TR R e Sulfamethizole Eg:i 22?7]]1][?;19526%% ;8 fg
TR B AR Sulfamethoxypyridazine Eg:: 2288]]]](?;]%26%% gg ig
R R Sulfameter o 28100 135,80 20 H
AR 8] R R NE Sulfamonomethoxine Eg:i 22881]8[?;195%%% gg gg
wowwn a5 pwaw :
TR SRR Sulfochlorpyridazine Eg:: 22555&?;%25%% 28 ??
wree w5 moms o s
ALEE  suoae e 000> 200 0 2
wan e S pmmm :
Tk R LI Sulfaquinoxaline Eé:: 33(?”8 >> 1952621% gg ?g
wee  wew & pmaw :
e e & gome :
i Sulfaguanidine o S e T 5
B Trimethoprim ESI+ 291.30 >123.00 40 30
ESI+ 291.30 > 230.20 40 30
£ Suadione S 249003 155,90 20 y
— Crlnic s 5 262005 244.00 2 19
i Oarfoac ) 358205 3410 2 20
B2 Emofloach ) 36030 > 347,30 = 20

K1 BILEYIMRMITE,




Dasis PRiIME HLB-UPLC-MS/MS;Ill5E 5% P ch 78 Fh &2 25%% B8

b & £y BEFLEHX BEF 3 (m/2) SEILEE (V) HEEEER (V)
s o 5 o a0 R £
— e e 0 a0 : :
s oot e e : :
52 Lot & e : i
RRDE Marbofloxacin Eg:: 336633.i]00>>372269000 32 ?g
ane s s, e ﬁ s
sms _— & e : :
s St & T ; g
i e & o : ;
mss — & e : 5
P — £ e o ﬁ
— o & e e : i
RILDE Orbifloxacin ESh+ 396.10> 295.10 40 22
2009 b & e : .
srsen e & e : :
sTED it & e : ﬁ
e it & e : :
ma53 cna & e : :
2507 e & e : :
mAwE oo & e : :
anx cutons & R : :
s — & o e : ;
wnus s & i 0 i
nns — o o e 13 :
s — o e : :
we o & R g :

K1 BLEYMRMITE. (%)




Dasis PRiME HLB-UPLC-MS/MSTIFE & P ch78Fh &2 255% B8

E3 8 BFEHRX BF3 (ml2) HILBE V) HEERER (V)
s mama s :
L N :
e S :
sorn e B mmms o :
REREM R Methylprednisolone ESl+ 375.20> 357.30 25 10
s mmme :
A8 e B pmmp !
T A :
wwin e % mmum s z
RS Triamcinolone acetonide Eg:: jggjg i i?;;g ;g ]55
Bir owmes B mmEmm :
T - s
s pmms v
wan e % mgom s
SLFngELk Ceftiofur ESI+ 524.20>241.10 35 16
N z
s pmme oz :
s pmme s :
s moms o :
s mmas s
. :
17-(alpha-)32 22 ER 17-hydroxyprogesterone Eg:: 3333]]:2200: 190799000 gg gg
s mmam z
w2 e % momm :
= Testosterone Eg:: 22889?2200>> 1%%?0% gg ;?
FRE Methyl testosterone Eg:: 330033?'2200: ]90?9'?000 gg 3:;
s moew :

K1 BLEYMRMITE. (4)




Dasis PRiIME HLB-UPLC-MS/MS;Ill5E 5% P ch 78 Fh &2 25%% B8

FHiEOE, 1HEEFREE
EEEBEAPHTRMEUWRENE. A0 g/kg, 5.0 g/kg F110.0 g/kg 3IMREKE, SMREKERINBNETHER, BB R
FNE. TEAEXASAERIRERL, IMREATE. FIMREEE, BHEMRBRELR.

1 pg/kg 5 pg/kg 10 pg/kg pap
Bl RSD(%) Gl RSD(%) B RSD(%) (min)
(%) n=3 (%) n=3 (%) n=3

TR R A I Sulfaphenazole 64.0 8.9 58.7 11.0 721 6.3 4.73
R AREL Sulfabenzamide 78.9 1.8 69.9 45 70.1 4.0 3.48
TR B Sulfanilacetamide 722 6.6 75.3 5.6 81.2 47 1.7
TR Sulfamoxol 74.2 71 70.2 6.3 74.0 6.4 3.45
TR — FRENEIE Sulfamethazine 88.4 2.0 81.0 2.4 87.0 45 3.64
T P FR Sulfamethoxazole 874 6.9 78.5 1.7 82.7 3.9 3.82
TR R Sulfamethizole 90.3 2.4 76.7 5.5 82.3 51 3.21
TRz BB AR Sulfamethoxypyridazine 93.2 1.5 81.6 6.9 83.2 1.3 3.92
TR R E Sulfameter 80.9 74 751 6.5 78.2 8.6 3.32
TRz BRI 0E Sulfamerazine 96.5 32 81.7 1.3 86.7 1.8 3.02
TRz iE) R I E Sulfamonomethoxine 871 33 79.0 1.8 82.9 1.8 3.67
ARSI Sulfaclozine 72.9 2.9 63.2 4.8 72.8 34 4.44
AR SIAER Sulfochlorpyridazine 90.2 79 77.0 2.3 78.2 2.6 3.69
TR RIENE Sulfisomidine 80.1 5.1 83.8 5.2 83.0 3.9 2.60
TR T Sulfisoxazole 84.8 7.7 75.8 438 78.8 3.0 3.77
TERRILIE Sulfapyridine 82.2 1.7 73.4 2.2 74.6 1.7 2.87
Tk PR IR Sulfaquinoxaline 75.3 1.9 60.0 22.4 66.4 5.3 5.26
T BRI Sulfadiazine 106.6 8.4 921 33 92.6 2.2 2.36

T R M Sulfathiazole 83.2 6.8 715 31 76.8 43 2.63
TERRBK Sulfaguanidine 90.9 2.0 4.7 1.7 77.8 2.0 0.99
FREHIE Trimethoprim 83.5 46 80.9 6.9 80.7 1.4 3.7
eI Sulfadione - - - - 58.2 7.5 3.27
TR Oxalinic acid 94.6 2.9 81.1 2.2 86.3 15 5.25
KR E Danofloxacin 82.6 5.9 81.5 1.6 .7 1.0 418
B E Enrofloxacin 83.6 6.6 75.8 1.9 80.9 1.8 498
b2 Difloxacin 82.5 32 66.8 8.4 7 33 5.52
R Flumequine 7.8 0.5 80.3 1.4 84.9 0.6 6.50
HRRDE Ciprofloxacin 75.2 4.4 723 29 76.3 0.9 3.97
BEDE Lomefloxacin 722 2.6 4.5 0.8 775 2.7 419
BRARD 2 Marbofloxacin 79.8 1.8 78.0 2.0 74.3 1.7 3.64
RV E Norfloxacin 90.1 1.7 72.9 3.0 75.5 0.8 3.84
BRI E Pefloxacin 80.1 23 76.2 3.2 84.3 0.4 4.54
R E Sarafloxacin 79.9 2.2 65.1 5.3 7.3 29 4.46
mEDE Cinoxacin 79.5 5.9 86.7 12.0 825 21 414
SR E Ofloxacin 751 1.4 4.1 1.8 778 2.6 3.93
FiEHE Enoxacin 81.6 2.7 81.7 21 775 11 3.76
B Nalidixic acid 89.9 14 82.0 0.5 85.7 0.8 6.24

2. BUAYWEIIFREINLE, RSD(n=3) R R BB,




Dasis PRiME HLB-UPLC-MS/MSTFE & P ch78Fh &2 255% B8

1pglkg 5 pg/kg 10 pg/kg .
Gl RSD(%) B RSD(%) Gl 2= RSD(%) ﬁ(ﬁfgﬂ
K] (%) n=3 (%) K]
Bibp 2 Orbifloxacin 83.9 27 4.4 6.5 79.3 2.0 4.31
=RES Clenbuterol 91.8 5.6 81.5 37 86.9 2.9 4.59
XL ER Ractopamine 92.7 5.9 86.9 43 81.3 2.5 4.03
T RRER Salbutamol 85.6 31 81.6 3.9 80.6 29 2.46
btk Terbutaline 85.3 11 79.8 6.3 779 43 2.32
Rt E Cimaterol 92.0 4.0 79.9 2.5 81.8 43 2.22
ZHEFT Tulobuterol 102.3 11 86.3 1. 91.3 45 5.04
KA B Clorprenaline 80.9 1.0 744 1.3 774 3.2 439
ARZE S Erythromycin 79.3 2.6 81.9 4.6 73.6 35 7.70
HLEE kitasamycin 83.3 6.5 64.5 17.2 75.4 2.5 8.91
THREER Clindamycin 84.9 51 76.9 6.6 81.9 2.2 7.78
WIBE Lincomycine 81.5 1.0 7.3 3.0 82.9 23 4.03
BiEEE Spiramycin - - 66.3 9.3 60.0 4.3 6.53
REHEE Tylosin 941 7] 774 1.6 775 0.8 8.03
BREER Tilmicosin 81.3 4.9 736 6.6 81.7 1.6 713
fEfthoRR Betamethasone 90.8 8.3 83.3 24.3 94.8 438 7.68
fERRIL Beclomethasone - - - 87.2 2.0 7.80
3 ZE KA Dexamethasone 86.0 6.5 82.5 1.8 87.1 5.2 7.67
REZRNR Methylprednisolone 100.8 2.7 82.0 3.0 88.0 05 7.80
EIL:SEVA Cortisone - - 103.9 31 89.2 0.8 6.81
REM Meprednisone - - 86.6 1.2 88.3 1.2 7.66
ST Hydrocortisone - - - - 9311 2.0 7.08
SRR Prednisolone 100.7 9.1 81.9 11 921 0.7 7.07
phe =18 Triamcinolone acetonide 68.3 147 78.7 5.9 84.3 45 7.81
o Chloramphenicol 67.0 101 64.6 9.2 4.1 1.8 4.89
FRNEER Thiamphenicol - 2.4 20.9 82.2 10.5 318
ESEr Florfenicol 86.7 20.2 57.6 16.6 775 1.9 4.00
SLTAIE RS Cefotaxime 96.8 18.8 59.0 47 74.0 1.5 3.43
SLTEnERk Ceftiofur 58.5 23.4 66.5 5.0 518
SLFRITAR Cephapirin 82.6 12.3 68.1 101 70.1 19.4 3.78
FBRV Penicillin V 90.7 1.6 83.2 8.3 79.1 0.7 6.17
AFTEER Ampicillin 61.2 25.6 68.0 43 707 5.9 3.44
FAEEF Cloxacillin 69.3 14.9 76.2 7.0 77.6 11 6.70
VEEBR Dicloxacillin - 96.7 2.8 75.2 35 7.2]
EIRIEZ R Norgestrel 43.4 5.0 47.8 41 409 7.2 8.84
17-(alpha-) 2 Z B 17-hydroxyprogesterone 75.8 25 711 2.5 69.5 3.0 8.73
it Boldenone 89.3 3.0 83.1 1.1 80.2 3.2 8.04
B3R Trenbolone 9.7 15.6 705 9.2 69.9 5.6 7.82
E=3T Testosterone 78.8 438 73.7 6.0 70.0 4] 8.53
REZMH Methyl testosterone 67.0 4.8 67.5 33 62.4 2.7 8.87
i) Nandrolone 85.7 2.2 775 0.8 76.7 11 815

R2. BUEYRIIAREILE. RSD(n=3) RREAS[E]. (£F)




Dasis PRiIME HLB-UPLC-MS/MS;Ill5E 5% P ch 78 Fh &2 25%% B8

ZRE51ie
R

BATRKEMENEE, RAMTIRBRUEDNIT, B
REEEED, WANSBRENEN AR, {3 X Aoasis
PRIME HLBEIABZEEU/ L i dh, REB R RBRBEPESIER M TIL
?. B, RABENALRBLRANRS THASTEE.
BIF N/ I8NBEF, BIENSEBEXLEUNEERE,
ELLE 7 ZPRIME HLB& LRI RS A AR BRELNES.

SEIELEIR

LWEY T RANNESMEAKBNIN L. MTERBERE
AP EAKRBEXEANNREBZERMERE, BREEXK.

Qasis PRIME HLBR —#r B A R ABSPEMR Kt 57), EREMBEBRFERTBIL
TFrA B IER M TitY, MAXMETFEREREEEL
MEE, BIALRAEEGE,. ERE. EFN, EAAHMEHR
BN,
QUANPEDIABUREE S8 B1 2 £ 2 A% B DT B ERILC-MSMSTT
*, R EMUR A EFRTRIRANER.

e
|
FIZTSPEME i
[}l
" '
1= aes = o
BESPEIE
i n i Fa T
o o T 1§ i
= etmermtiatses i haic ST -

[E]1. ZPRIME HLB)# (L B J= A9 255 B3 7 PO 1 i A BERE /R L UR EE AR

E: EETNES, ZSPERELUBHE ARG, BEXLEYRD

99% U E .

TTER
Oasis PRIME HLB 6CC /200mg 186008057
ACQUITY UPLCBEH C,;,2.1 x 100,1.7 pm 186002352




Dasis PRIME HLB-UPLC-MS/MSIUE SR 7250 B 2554 B3

||
b1 e
7K 3206 58 F — AT Y & 48 25 B/ V4T (Oasis® PRIME HLB) 438 4 54 AR &
M, BT EAKBEMGNNENSE. FHERER B Waters BEH C, 2 4%
b Z BEIRBFFIUEE B, Oasis PRIME HLBEI B 2 BU M F@BIT 451k (2.1 x100 mm, 1.7 ym)
AL3E, ZUPLCC-MSMSIEM . STHER BT BA&RAE. RiG&H# TR A: 10 MMZ B2 % (PH=5) /K& &
T, ERIE, 7E0.1~100 ug/LAORINKRESTEE R, . B: 10 mMZER$% (PH=5) REZ A&
EEEE. B-ZEMHF. AHEAEE. BRAKE. 88%. % B 0%0.25 min, 2% B; 0.25%|
. BEFRX, OHEXFENMIRE, HrefintRmIERE 12.25 min, 2% BF+ZE99% B;
50~130%, fEEERD<20%(n=5). ZFTAME 8. RE. £, ES 12.25 minZ13.00 min, 99% B;
P Z B BIEE ST 13.00%13.01 min, 99% BZI
2% B; 13.012017 min, 2% B

A ST 0.45 mL/min
HRLIEFET B S U AR FPEN L5 E . QuanpedialiEE 8 45 °C
FBEMMS AT % . FEZNERNAZREE. REMNEI HREE: 10 °C
EHBEE. HIEE: 5L
HoihiE R
EUEEA§51.00 mL, SN0 2%FERZ B4 mL, HESRZES%1 min, 10000 HEE: ESl+
r/min I /05 min, B _EVEBOfER IS PRIME HLBEIAEZEER 4%, EX FREFR: MRM
Qasis PRIME HLBEI#BZEBUNEE, 3 mL 80%ZFEEH". B LERK EREBRE: 3.5kV
ESPE/NVE, REF—H—RHRE, WESBALRK, BITR BFRBE: 150 °C
F. 1 mL5%REKEIREDR, IMATRE, LLCMSMST. Ba =R E: 600 °C
[*] : OasisRZSPEINEARFEFW S FE, TEELH. ALBH B AR SRR 1000 L/h
FSE 3 mL 80%Z B S s/ MER BB 22 R T A B B AA S, B 150 L/h
REENEA TR T EidH. AREEENLEETEEILSE, . ,

R ESRE: 0.15 mL/min

HHEE2 - 3 psify [ EL 1.




Dasis PRiIME HLB-UPLC-MS/MS3E &1 dh7 2 fh &2 255% B5

125 EMRIL

SRBAFHNET EFERNE S, BEESENBEE s TIEBIRE: SUAMNOMNRESE. RETEEEELET
FEMER. SHXRTHRNERNER. AXRUPLOMSMSy — ANTENTRAOHUSBARRER, EBAOTEITLRE,
kRS AR A o Waters QUANPEDIARKIB 2. R 187100055  BRABREMAD TR REEARE, AOSRENTIFE
WEBILCMS/MSTT:, KA EMEBET LFREHRIAN RS, S ELAA.

FRER A 2550 . Waters QUANPEDIAHE B 85 95 12 LT B A0 10 58

tEMm Ei Efm%l-z)% v (V) ﬁ;ij‘%% CE(V) RT (min)
AOET Cimaterol Eg:: g;g} ;2 ]]lé%? ]2;1 2
HE S Clenbuterol E;:: g;;: 22 1]%%]0 [212 o
SEE Facoparin e a0 2 2642 2 N
T RREE Salbutamol E;:: gjg; Sg ]Zgl] ?g 240
Atk Terbutaline o s i o i 233
RS TuLobuterol Eg:i 2222212 28 ]1]584? ]Zg o1
FIaET Zilpaterol Eé:: gggg ;g ;23]] ]Zé 24
Ger  mem  EF @@ m m @
qEXR Erythromycin Eg:: ;gjg ;8 ;?S; gg o
EHBE (itasamycin £l reo4 o 05 " 0
WO EBER Lincomycin Eg:: ig;j jg ;25231 gg >
BiEEE Spiramycin Eg:: fégg 38 ]1[;11? 28 >
BXEE Tilmicosin Eg:: gggg 22 g;té 28 i
EREE Tylosin o o o 74 . e
TEX Oxytetracycline Eg:: jgg; gj iii; }g e
MU3RER Tetracycline Eg:: jjj; gg j]zgg 1181 e
R R Sulfabenzamide Eg:: g;;} gg 19526% ]22 >
R S mA R Sulfachlorpyridazine Eg:: gzgg 58 19525% ?g >

K. EUEYMRME B RRER[E.




Dasis PRiME HLB-UPLC-MS/MSTUTE S Tch 727 &2 255k B

HREIEIE Sulfadiazine Eg:: 52} 8 38 19525% 12; o
Rk — R IEE Sulfadimethoxine E;:i g”} gg ]9525% 2(2] >
TERRRK /B AR AN Sulfaguanidine Eg:i g:gg 58 12280 12§ e
AR R E I Sulfameter Eg:: ;g} 8 gg ]%1589 ]ZFZ 33
R REME Sulfamethazine Eg:: 2;21 gg géé %2 !
— L i » o i
AR R Sulfamethoxazole Eg:: ggj: gg ]%25% ?g e
L B A Sulfamethoxypyridazine Eg:: gg} : ;g ]%25% ?g 0
iR 8] R E ELE Sulfamonomethoxine Eg:: Sg}g ;2 ]225% gg >
itk R e Sulfamoxol E;:: 5228 ;8 ]95]589 72 e

T BRBA L Sulfanilacetamide Eg:: 51 28 ;8 ]95]6.80 Zé !

T8 B 2R Lt e Sulfaphenazole Eg:: 31 28 ;8 1238 ]22 o
TERRMLIE Sulfapyridine Eg:: 5288 gg 1(;28 fé 2o

Tk BRI AR Sulfaquinoxaline Eg:: 38} } g; 19526.2] ?g >
T8 R IR e Sulfathiazole Eg:: ;ggg 3} 19526% fg 208

K1 BULEYMRMIE B RRERE. (£2)




Dasis PRiIME HLB-UPLC-MS/MS3E &1 dh7 2 fh &2 255% B5

tah Efm 1) CE(V) RT (min)
e — S 0 @m0 251
— — O T T T 591
S — e om0 om0 % 19
N
wa o S W £ @ w
A
N N
= s
gr02 e B B 3 3 @
e
wn e B m @ m x m
R E Marbofloxacin Eg:: ggg} gg 37226?0 ?2 A
sew s &m0 w wm m
R Norfloxacin ESI+ 3201 40 233.0 25 4
ESI+ 320.1 40 276.1 20

i Ot e a6 2 e 20 3'99
BE b2 Orbifloxacin Eg:: 396.1 40 295.1 22 4.39
———
mon e m mr @ anw s
- satoac e w2 o =
fSEXR Chloramphenicol Eg:: gg}; ;g ]255275 18 el
wxer e S D @ m p
sawE e B Dy B e w o
S— — e w2 a0 2 E
R

F1. LB YMRMER

RRERSE]. (%)




Dasis PRiME HLB-UPLC-MS/MSTUTE S Tch 727 &2 255k B

CE(V) RT (min)
ESk- 3612 40 3072 18 778
vl NVFTAN
i Betamethasone ESk 361.2 40 325.2 20
Sk 3613 40 163.1 25 693
\ \ j
Tat Hondsars ESl+ 3613 40 3422 20
ESh 3933 20 3552 10 783
N2 /\
KA Dexamethasone Sk 3933 20 3732 10
Sk 3634 35 1211 25 719
f 5] AN H
ST A9 S 2 ESk+ 3634 35 3273 15
N ESh 3732 20 355.1 1 778
N \ .
ZIELA Meprednisone ESl+ 3732 20 357.1 12
REZREME Methylprednisolone Eg:: sl = e i (e
. ESh 3612 25 147.0 20 721
=03 \ ;
SRR Prednisolone EShs 3612 25 3432 10
N O ESh 4354 25 3973 15 53
iR Triamcinolone ESls 4354 25 4153 5
ESh 3954 30 3570 30 795
s L A
g3 Triamcinolone acetonide ESls 3954 30 375.0 10
e . ESh 3482 40 139.9 35 336
KORF Ll EShs 3482 40 158.0 20
_ ESh 456.1 30 167.0 20 343
NSNS ;
LfanEfis Cefotaxime EShs 4561 30 396.2 10
S FnE Ceftiofur Eg:: 5242 35 2411 16 e
EShs 4242 35 1520 20 368
u ~
KIBOLAR Cephapirin EShs 4242 35 2922 16
K. ZBUEYMRME E RIRET[E]. (£F)
FHiEEWEFEEE
EKAESAFPAIER R RINEROES R AT R # RN E LSRN ME. EEAERASAERRENRZ, IMrEEE. EINE

Eo SBIAN0. pg/l, 05pg/l, 1.0pg/l, FA10 pg/L 4MREKE,
BB NI EHETHERLERNE, GMREKEH#TRESE

Bl R BT E 2.

f0#50.1 pg/L f0#50.5 pg/kg f0#R1.0 pg/kg f0#510.0 pg/kg BN
Bl = RSD(%) Bl % RSD(%) Bl & RSD(%) Bl = RSD(%) LIS

(%) n=5 (%) n=5 (%) n=5 (%) n=5 10.0 pg/L
AT 95.0 25 94.0 85 772 18.0 9811 32 0.7
HERRAETD 81.0 15.6 84.4 35 92.6 5.3 113.0 5.8 011
P i 93.8 7.3 92.4 77 957 1.4 1213 1.0 0.03
T R 93.8 55 93.2 6.9 90.0 33 m.3 2.6 011
ik 90.4 7.2 90.4 48 97.9 1.2 108.0 3.0 014
RHET 89.4 55 84.8 4.9 927 9.9 137 1.0 0.6
FiaET 90.2 9.8 79.6 8.8 721 10.0 94.9 15 0.27
THEE - - m.2 126 73.0 18.0 86.5 5.4 0.0
ARE S - - - - - - 81.7 97 0.96
EhER - - 532 ns 66.2 81 80.1 2.2 0.2

R2. EUEWHINFFEILE . RSD (n=5) RE R .




Dasis PRiIME HLB-UPLC-MS/MS3E &1 dh7 2 fh &2 255% B5

H0%R0.1 pg/L $0%70.5 pg/kg 70#R 1.0 pg/kg $0%710.0 pg/kg e-35:%5 4]

RSD(%) Gl 2= RSD(%) B RSD(%) Ellr 2= RSD(%) )it
(%) n=5 n=5 n=5

HITEER 85.6 9.0 71.2 7] 70.8 3.2 70.8 32 0.25
BRER - - - - 60.3 175 71 6.2 0.77
BAREE 60.0 6.1 63.6 4] 50.0 55 91.6 9.6 1.01
RERER 58.0 13 55.2 9.4 63.2 2.7 734 1.9 0.11
TE=X - - 75.2 171 72.0 8.9 69.0 31 0.08
MR 57.2 18.3 420 7.2 44.0 131 59.1 33 0.17
AR 80.8 19.0 80.4 6.9 80.2 4.2 67.] 6.4 0.06
TR AR 62.4 8.9 86.0 105 75.9 16.3 704 55 0.01
EAR SR 61.6 30.6 76.4 22.9 729 6.4 711 13.0 0.04
AR - - 126.0 6.2 60.5 1 69.4 2.6 0.02
WAk AR 96.8 6.3 78.8 85 62.2 9.5 80.0 6.7 0.00
R BA 90.4 10.2 69.6 13.4 53.8 13.0 70.9 15 0.46
T R PR I NE 87.4 8.3 87.2 8.2 96.4 15.9 116.7 2.2 113
Tk R e - - 80.4 8.7 741 17 755 54 0.51
WAk AR 93.0 134 85.2 13 79.7 9.4 845 10.4 0.06
TR AR e 82.4 36.9 74.8 7.0 83.2 1.5 72.8 5.6 0.04
T i PR T 74.8 124 772 9.1 75.2 2.9 63.6 5.4 0.05
TR PR R AR 734 1.1 79.2 174 61.4 17.4 73.4 8.7 0.04
Tk Rk (8] R I E 934 107 80.8 2.8 64.8 9.0 69.9 5.6 0.05
(el 76.0 7.7 70.0 73 68.2 4] 51.3 37 0.06
TEARBARE 108.0 41 95.6 7.2 88.6 76 78.6 47 0.12
T AR IR N 724 2436 8.8 173 62.4 20.0 74.4 14.4 0.03
AR 87.4 17.0 78.0 1.8 62.1 1.4 70.3 35 010
T BRI R O 724 15.2 73.6 17. 64.5 35 68.9 6.6 0.04
AR e 93.0 74 82.8 10.9 60.2 0.7 69.0 0.8 0.06
B R E BT 87.2 3.8 80.8 10.3 69.5 4.2 79.6 5.4 0.13
AR REm 71.0 20.3 92.8 9.2 80.2 7.8 66.5 7.0 0.5
FH 44502 (TMP) 776 25.2 82.4 6.0 95.0 15 137 18 0.23
[ichEpd = 89.8 30.0 94.8 13.6 75.3 7.7 137 5.9 0.12
KA E - - 90.4 313 871 17.3 86.3 13.9 0.53
KD E 73.2 16.1 64.4 8.9 12.9 62.4 104.1 14.0 0.31
Wb E 49.6 15 61.6 15.6 66.6 13.5 88.7 114 0.47
FEDE - - - - 78.9 15.1 911 12,7 0.45
B2 82.0 6.7 74.4 7.0 773 3.2 106.5 1.6 0.54
& g 69.4 8.4 79.6 51 75.0 8.9 923 31 0.11
EEIDE 66.0 16.8 66.0 6.4 67.8 53 105.6 10.0 0.16
RESUY-] - - 67.2 8.0 85.8 7.9 99.9 9.8 0.65
TR 75.6 91 82.8 2.2 86.1 8.4 106.5 6.4 0.27
BRI E 68.8 14.6 70.4 16.4 62.6 46 92.9 18.1 0.24
fEDE 92.0 9] 91.6 8.7 70.4 17.0 86.3 13.9 0.45
REbbE 88.8 1.2 78.8 4.9 74.8 16.3 100.7 2.9 0.24

F2. HEUEYRIMIREILE . RSD (n=5) RERIY . (£F)




Dasis PRiME HLB-UPLC-MS/MSTUTE S Tch 727 &2 255k B

IN#RO0.1 pg/L In#50.5 pg/kg fn#51.0 pg/kg In#510.0 pg/kg R
Bl RSD(%) Bz RSD(%) Bl RSD(%) Bz RSD(%) In#w
(%) n=5 (%) n=5 (%) n=5 (%) n=5 10.0 pg/L
T i 79.4 15 79.6 6.5 97.3 72 18.7 4.0 0.08
BRI 65.8 14.9 70.0 6. 75.4 10.2 87.4 73 0.69
IR E 79.6 8.0 7.6 5.4 83.4 8.3 917 10.8 019
e S 85.4 16.8 97.2 12.4 80.2 15.0 n37 27 0.03
ERE 95.2 26.3 96.0 121 69.8 16.9 1015 10.6 0.05
FHER 40.0 18.3 68.0 39.6 63.2 47 1233 34 018
B 22 7 - - - - - - 541 32 015
EEZV - - 103.2 49 100.0 97 72.0 17.2 0.50
KA - - - - 58.0 15.7 84.3 1.9 0.02
AT 118.4 13.2 92.8 76 75 16.2 86.] 2.8 012
HhFEK - - - - 72.8 133 82.6 6.4 018
ST - - 100.4 1 7.9 13.0 83.4 3.9 017
SRR - - 78.0 10.9 79.6 768 3.0 3.0 0.01
FESE R - - 85.6 8.6 84.8 12.4 823 12.0 0.14
SHKEMR - - 744 127 84.8 12.4 84.8 53 0.08
iy - - - - - - 84.7 13.4 0.55
i 70.2 75 79.6 10.3 61.7 18.7 101.2 76 0.38
SraEsE - - - - - - 63.1 18.8 0.49
S FanEfs 975 245 77.2 47 79.2 13.8 75.6 9.4 01
ST 76.0 336 70.4 7 69.4 10.7 77.0 8.4 0.1
SLFBIT K - - 46.8 213 75 15.4 915 13.2 0.09

R HEUEWHIIBREILE . RSD (n=5) BB . (£E)

it

AN LB AE A — P B E AE 2BV EE (Oasis® PRIME HLB) 4028 4 9734
M, B4 ZEAKBRNENNENT A FIERER
L Z BEIRBUESEE B, Oasis PRIME HIBE AR ZEBUNMEE T %1k
4h3E, Z2UPLCe-MSMSHE T . Xﬂ%uﬁdiﬂﬂ&%ﬂ&*ﬁ Tﬁ%mﬁk
Tk, ERFHE, E01~100u/lBFRMRESCERA, k.
B, B-ZEHBHF. KEMEE. BRUKE. ':LE? sk
., EERX NURXFENMORE, H2MERERERE
50~130%, ¥EZHERD<20% (n=5). ZF AR, Bk, HH, &
SRS EAKBNRES .

TTaER
Oasis PRIME HLB 3CC/60mg 186008056
ACQUITY UPLCBEH C,;,2.1 x 100,1.7 pm 186002352




RE. GHE. ARt FFHERATSE 55K BUPLC-MS/MSSHT

|
g L )
RACMSEEHREN, BESEAZHAFNFRNGHFE UPLCE %
BAMRITER. Hi, REENFAZERY R AR LCHR & ACQUITY UPLC I-Class
B, R RBAROREERS). 1t RE S E 45 mofshn, Al E&EERAHFmEER
WARPEMZEREAFETN—F, ENAREE. FHE Bt ACQUITY UPLC CSH™ C,,, 1.7 m,
=L RIVBEIE(BEAR) IR RRIR, 1 eI & H 225 mBilE, = 2.1 mm x 100 mm(PI1)
AR ELSBHANNME. FHTERBECRH#ETREZER Fanig: A 01%FERKARK
IR K A+ /IR ERER(C ) AISPEE A ZE B o] KRR A RIRBUK(Z B: 0.1%FEEAI50:50Z B/ REEA &
FERR) TR . RARRABRMFIC AEBHRERK S HIRM BRI 7L
BER, BREXRBAE. SENBIESHEREEEENERS BAAR AR E IR

i, SEEFMHISEREN. KAPFRELCMS/MSHATEIR BE IR 30°C

Al [z 48 0% B} 77 Oasis PRIME HLBSZER, 7 4 AT 1R ER ) H B RS FIRERA Y = BIER: 10:90 Z f&:7K(600 L)
BER. XRZMEREFAENESMKRELERSBIEC AL SREETR: 50:30:40 7K: Z f5: 7AE2(200 L)
ERBMNEREEN. B2, EHEMNBIRSPERREAEE, T mHER&: 10:90 Z B&:7K
BEBRALIRERY F95% I+ A9RERE Fn85% I _E AIRE AR - R
it 7] TIE %A %B

HatlE (mL/min)
1. MR E: 0.00 0.400 99.0 1.0
B2 g AR M B THEESRBRNS nlBOER (RS REM 4.00 0.400 80.0 20.0
972 Bertin Technologies 2 Precellys® Evolutionty az%). T FArfHE fh 5.00 0.400 50.0 50.0
HQCH M, HRPEMANESERRTBITY. @ECEFMAIO 7.00 0.400 1.0 99.0
mL 0.2%FFERHI85:15Z BB/ KB K, MHamIR/ZEBI50%, RBE 10.00 0.400 1.0 20.0
3200 rcf %L T #0550 $H. 1010 0400 99.0 1.0
A EFROUR S BEXZHEFRUEYREBIRE RIFHEIBEER, 1200 0400 99.0 1.0
BRDIRIT KEEHFIRAE.

MSE 14
2. B 7 SPE&1L: AL Xevo TQ-XS
¥ Qasis PRIME HLB/NAE(B cc, 200 mg) R AL B EIMNESSE B EEFEBRE
L. AEEH#TIEEL, AXRBRUTUSE. ATREA BRRE: 150 °C
2psio BRO.6 mLEER, {EHBIT0asis PRIME/NMEFFERR. R BUARISRE 400 °C
BERFWEE, B ml EiEREITOasis PRIME/NEFIREER. B B A T =R IR: 1000 L/h
200 LyE#&, FEUPLC-MS/MSHfr= 87400 L 10 mMERBR$2 4 MR (pH HwILSERE 30L/h
AD)HFTHRE. REIESRIE: 0.15 mL/min

HIREE: MassLynx® v4.]




RE. GHE. ARt AMEFIFHERATSE 55K BUPLC-MS/MSSHT

LB A ERIHIL

EREBAFHNRTEFEBNES, BEESETBEEsE FEBEEE SUEYNMNREEYE. XREFLIEELER
FEMER, SHIRFARNERNER. ALBUPLC/MSMST ENTENTEBHERARBA, REAFNTETLRE,
% S i RR 18 F H Waters QUANPEDIABGIRFE. B 14 710005 F BARENRD T ERENEENRE, ROXRENTHER
LEWILCMSIMSTTSE, EEASNEE T LFHREHE KN FESIE) . SEAA-

FrERH9E 257, Waters QUANPEDIAZTIR B 88 G52 AL TN A 9 {3 28

366.2>349.1 30 8

FISRPE 366.2>114.1 30 20 246 MEBR ?133]&]985 09 j§ fg 7.45
AFTETER gggg;}gg} gg :g 414 n-FRE-3- 89.1572.2 42 5 041
M i 89.1558.2 42 5 :
J— 243.35150.2 20 12 050
24335941 20 14 : — 316.251911 40 18 576
2251101 o8 -0 316.25284.0 40 18 :
HFEIRA S 5.72
712.251911 68 40 . 461.45426.2 48 30 436
524352411 30 16 o 461.4>365.0 48 15 ’
SKTAmELR : ) 5.98
s 524.3>285.0 30 16 : 335.25289.1 40 25
EBEHG 27209, 554
e 479.35444.2 15 22 5.2 = 335.2)1581 40 25 :
e 479.35462.2 15 18 :
02 11003 “ - = 315.2>109.0 38 24 730
P 1>100. 315.2597.0 38 22 :
AR 19213128.0 40 24 410 oaoiel] . .
S5 g;gigﬁg ;g g 576 KL BB 302.25284.2 35 12 430
285.05156.0 35 16
i 436.2160.0 27 15 BIRERIE 5.44
BEAEBE 252771 o s 6.67 285.092] 35 26
e 358.2»3141 38 20 e 3111156.0 36 32
LR E 358.2596.0 38 25 s BESHRER 300 36 32 589
. 305.9268.1 32 25 _ 279.15186.0 40 15
) N sty o =]
RLBARDE 305.9>288L1 32 18 3.90 R — FEnE 279151241 40 25 4.92
- 734.75158.1 48 26
anx 734.75576.5 48 18 S 1 P ST O 33%]]%]95262] gg ;g 5.93
e 915.65186.0 30 35
REBE 778 44515154.0 40 26
[ e U 8 %
RS 326.0593.0 32 3] 6.60 BER 202.0>175.0 15 25 346
300.05268.0 10 o 202.05131.0 15 30 :
AL 208 6.52
300.05159.0 40 24 . 869.5 >174.2 25 45 3
297.25264.1 35 34 869.5696.5 25 40 '
fRE Lreon 719
= 297.2>279.0 35 34 256152111 21 7
892.65307.2 15 14 A AR 2561>91.0 21 33 387
FEEE : ‘ 8.18 i
892.65569.4 15 25 916551741 45 20
N 205.05123.0 40 27 RRER 916551011 45 45 S
E Rk 205.0590.8 40 34 e
b T 262.252021] 25 18 079
RRECEH gg;gggg }8 E 230 262.25185.] 25 22
e 6937>6?53 ?0 35 %]\ $ﬁ%{fﬁ{ké%é@MRMﬁi§(%}]ﬁﬁﬁEE\’j)‘ ﬂz%%ﬁiuﬁ%
RERR 693.754611 70 50 GHE BFEIRT). (£%)
i 221.25186.] 20 20
AN Yl
REXR 221.25108.0 20 25 544
e 640.05528.4 30 10
RERT 640.05498.3 30 10 i

F®]. KFRERLEDEIMRMIE B (VIR IEEEF). XS HFARE
A E1(RT).




RE. GHE. ARt FFHERATSE 55K BUPLC-MS/MSSHT

M 10ppb
100ppb
1. 4 BTHE 83 B9 AR B R 45048 EAR B (10 ng/g, W IEE B7R)FIZ R E (100 ng/g, WL B ET).
100 7 100 7
OASIS PRIME HLB
KEEK | i
0 "0 40 Teo0 g0 1000 0 " 200 " 400 " 600 "800 " 000 Time

[E2. LC-MS/MSE B BB R iZ T 5 B AR 7 4 FHRERY 1 95% IX L R BEE «

@R

BN AAREREE FTINFRDT(n = 6)KBHRIBCREEE . BN FENH40%. ERFRAIEIEE R T Oasis PRIME HLB/NMEAI 1k
MR, ZMET RS RS P 95% 1 EA9RERE, ERHER T XE90% M EIE Sl TR E AR AR .

s
AMRPRANLSBERNEGET U AAHT R 2. BENTENEREEYATI0%, B8R XY (IMNFEE)NERERR
K. REBZFNEDLSBATREN THE ERLEDIIER EENTASKEKRZREMALEY, HESHEMNEREX TEDFES
HMERTEZN. FRARRELET BHLFLPENTEA BRI ERERIRENT 0. E3RASPEREKREREZ S A RETES
FIZERE, ESPEALRIHTINREEIHSMEIN. XEHBRE: FTASEERLEY, Oasis PRIME HLBE (L /N E XS BB K FY £ 10
RN AT, WFFRERR. ZREER. EE5x T NFHEER, ¥FRESUHISSIEHEMNBIRERYL. AAXESTYNEZELR
NI ERFIUNAB.

E3. #HBEFH R, TEOasis PRIME HLBIBIZ 20 (LB INARE BE RS EIME LS EIRE.,

25300

1. M. Young and K. Tran, “Oasis PRiME HLB Cartridge for Eective Clean-up of i‘TME:E

Meat Extracts Prior to Multi-Residue Veterinary Drug UPLC-MS Analysis”, Waters

Application Brief, 2015.

2. S. Lehotay, “High-Throughput Screening Analysis by UHPLC-MS/MS of >60 QOasis PRIME HLB 6CC /200 mg 186008057

Veterinary Drugs in Animal Tissues”, 125th AOAC Annual Meeting, Presentation ACQUITY UPLCCSHC,, 2.1 x 100,1.7 pm 186005297
18 = bHe

2303, 21 September, 2011.




{88 FAuPLC-Ms/MSHE M PY il &8 P TR RYB- R A BB % B B

||
&
5 34 3 FTSR FAHIGB/T 22286-2008 LC3EABEL, S FIZRUPLC-MS/MS mahtl
i, #RFELBENEE, BiThfE TR 73% (KEEfT— A E0.1%wv) BFERR AR
RIXNFIH5N, T EBTRIGBEZTRE H263¢h) . BFIFEAHEE B: &0.1% () FERA Z BB R E
P, YT HE T 1,925/ EREfThE . B i8] IR A% B% HE%R
ME 04 95 5 M1E
" _ 12 04 95 5 1
S S - ey 25 0.4 59 41 6
l - iy 'I-.._-.«J- I_. " [ <>_..U-.m (L) v nli 35 04 59 n 1
L W T . E
- 37 0.4 0 100 6
A B ¢ 48 0.4 0 100 1
HI BB ERRD. B)RESEE. 105 THE. 0 04 % > 6
PRtk & 14
HaiE RS Xevo TQ-S MS
R T HRFIELE, BEER: ESl+
$65.0 gAIRER. 50 uL FIARA) ( )H TR 351
5.0 gAAEAA . 50 pl AR (50 ng/ml) A0 . .
HILHE: 30V
10 mlLAEBR §5-BEBR 2803 (pH=5.2) B & .
e - P * BFREE: 150 °C
BIN100 pl B-%7% 1 B Be /o 2 T B B (30 /i) Bl R E: 550 °C
BF37CHAMRITR. BAFSHARE: 900 L/H

MESERE: 0.19 mL/min
WE3Dh. BAEKLIE30D .

B0 1054 (15,000 pm), UCE EER. AR BEY FEY SABE GEgE
= ' m/Z m/Z v oV
FIF10mL 0.1 MEEBARN R FBABER—K. BB 2769 % 25 %
DOEEERAEE 2861 1080 o5 35

BHFRITGHL AR, FHF FOasis MOXE AELEAL: 203.9 15
[/XGquE'E?\ 6mL7J<3F@i@.i¥ﬁ, J:*$}_E_» 5'El/>(6m|_7j<‘ %ﬁgeg; 302.1 & 30 L
JE 16 mL BB, RIS I 5%HY 5 PR A R 164.0 15

DSERFER W] ol 30
%U)ﬂ’ﬁ’ﬂ%ﬁﬁﬁ%iﬂiﬁﬁﬁ%% %Efl%\ﬁ%ﬁﬁ%ﬁ;‘ﬁﬁ%ﬂ T R 239.9 147.8 25 20
1 mLO1%FRERKE RS, BFIFA0.22 pmid JREER HIIIE. 12[5)3 }g
— D3-7 T B2 30 —2e— B
1. DB-Z M7 R B E B FE AR EIMRMB 2L
BilRH gEm
WAR@IEERZ:  ACQUITY UPLC
=fTHf[E): 7.0 min
B ACQUITY UPLC HSS T3, 1.8 ym, 2.1 x 100 mm | smsmiess
HE: 30°C l
HHERRIEE: 10°C T T ST T T T TR R
HHE: 5L . | ownsem
TIR: 0.4 mL/min ]
. ‘ T RREE

[&13. XB-Z 1R 7B I INARAE b st 1T UPLC-MS/MS M AT BT 1S 2 AV 2
T E ST (B-R AT IRARE R | ng/ml, 1HE FlgRHEFEE
0.2 pg/kg) -




{58 FAUPLC-Ms/MSHE M PY il &8 P TR RYB- R A BB % B B

4. AtEREIUPLCMSMSEIBE. AR RPRIENEI R CHS. &
WEIZBR T RFFTHRAEEN1.9 ug/kg.

AMERHE  RASER  STHE
AR o TEX w TAX o TEX
PR e PEE san TEF e
’ %% ’ £% ’ %
0.10 pg/kg 92.8 55 81.0 43 90.4 10.5
1.0 ug/kg 987 43 991 50 981 48

10.0 pg/kg 99.2 46 966 40 1000 69
K2 ZFRE T A EICEE,

HEECST i 1 160041

F 1 55000 EAE

T B E l 216003

600K

|

|

B .
| e
e,

|

l 5500k AE

5. LEB T 7R FTB- R MmN R AR D AR, R EI AR B AIUPLC-MS/
MSE i E., =FHp-SF M ENFIARELS 1.0 ng/ml. R NEIEED 7
R 1,600 R H R FES,500:K#10F, HEI—RACQUITY UPLCE 3 4%
L RENEIE (B EETETR) .

2530

1. Negal use of beta-adrenergic agonists: European Community, J. Anim. Sci.1998,
76:195-207.

2. 70 ill after eating tainted pig organs, China Daily, February 23, 2009
http:/www.chinadaily.com.cn/china/2009-02/23/content_7501017 htm

3. Chinese Ministry of Agriculture Bulletin 176, February 9th, 2002. 4.
Chinese Ministry of Agriculture Bulletin 235, December 24th, 2002.

5. Determination of beta-agonists residues in foodstuff of animal origin, liquid
chromatography with tandem-mass spectrometric method, China National
standard GB/T 22286-2008.

6. Controlling Contamination in UltraPerformance LC/MS and HPLC/MS Systems,
Waters Literature 715001307EN, Rev. F.

iTHRiER

QOasis MCX, 6cc/150mg 186000255
ACQUITY UPLCHSS T3, 2.1 x 100 mm, 1.8 pm 186003539
ACQUITY UPLC HSS T3 VanGuard Pre-column, 186003976
2.1x 100 mm, 1.8 pm

LOMSIAIE T S iR 600000751CV



ACQUITY UPLC/Xevo TQ-S [ Bl %E 5& bR ik o B4 2 1 Fehp- 32 & B zh 31

HaTaeE
&2 BBGB/T 22286-2008 (iR M &M+ ZFp-Z A Hsh I B
ENEY #7.
1. BER.0 mUERB AL, NS mL 0.2 MASpH:A5. 200 Z BREREE MR,
RS,
2. IS0 pl B-Glucuronidase/aryl sulfatasesE 5, F37 “CAGAKRIT K.
3. AKEEBARH15 min, ZE5000 /min&& 4 T B0AE10 min/g, B4 mL
EERRHRAANI00 pL 10 ng/mLAIRARARIRS), FIAS mLO.1 MES
BR A4S, FHETERpHEZR) £0.3. 5000 /minF 4 T E LS
10 minf5, BER_EERIFHI0 MBS ELNERIETHpHEERIN.
4. A0 mUBFISLARRIN0 ML SR E-Z R 2B (6:4) R AR,
BUNBEREYME, 40 CKETARSEERT.
5. IREUSRE R ANASG mL 0.2 MZEREAZE iR (pH 5.2), B ESAME
.
6. FE L (A0 T EIAT7R), {5 F0asis® MCX (3 ¢c/60 mg) /M.
7.3 ENERARRRSKT, AREEBESZE0mL,
130.22 pmiR P, FHEEDHT.

HablE
BB BUS L id F20asis MCX(3 cc/60 mg):
FEL /-
2mLFRER, 2mlK
L#
AR

2mlK, 2%FRERKAE &2 LA EE
AETHTF

i
2 mL 5%NH,0H-MeOH

40°C/KB A SR FA /S 0200 pL
B0 1%FER A REEKA R (5:95), BFERS

BilRGt

BT ACQUITY®BEH C, 1.7 pm, 2.1 x 100 mm

TRENAE: A: 0.1%FRERK

B: 2B

TR 0.40 mL/min

AR 5L
B+ i8] s %A %B Bhsk

0 0.400 99.0 10 Initial

050 0.400 99.0 1.0 6
2.00 0.400 90.0 100 6
450 0.400 80.0 200 6
6.50 0.400 700 300 6
7.00 0.400 50.0 50.0 6
8.00 0.400 30.0 70.0 6
850 0.400 1.0 99.0 6
9.00 0.400 1.0 99.0 6
10.00 0.400 99.0 10 1

itk 5= 4%

MSHR % Xevo TQ-S

BTiE: ESl+

EREDRE: 35kV

BRE: 150 °C

ELREE: 500 °C

FUTRE 900 L/hr

HILRRE 20 L/hr




ACQUITY UPLC/Xevo TQ-S[E B il 5E 4% PR i b B4 2 1 7 p- 32 14 i zh 31

20110510_18 24: MRM of 2 Channels ES+ 201108 el of
777, TC (Saln;e;e}rgls) e :i
100 ap—
l LI BIEET
Fou - i A | h!
. \ 4 -'.~I ..r"z! I|
k |
- - = .' . II
(g L sl
. —B e 2] VB S L sl 1 i‘“‘i o
1 Time o PP S T s - Y W &
250 300 350 400 450 500 550 600 650 700 750 800 4D B0 BD MO0 K0 140 | 60 B0 D00 Th@ MO0 | Te0 @0 0
1M SRS AR BT R BRAREZERT BT HHEE.
BEBT|™ T g
t FHEE T
L ; ot T
00 ., ] | 242
: . - . |
, ™ . 1
= . i |
- i [
5 b £ - - h‘- m "cr. i s 1 : I?:' I:Jr| 1251 p_IJT', KR
¥ s g 1208 L 130 AT ni T . . -
a1 vl i ol B ; b by sys 70| | w0 | e .“:I [0 s
¥ o : S e Pt T T MY
40 @ B 100 1M w40 m X M X0 @ dn £ M [ [ M N0 r adp
ERPRECEE TETHEAE. BERP TRE T B THHEE.
TTaER
Oasis MCX, 3cc/60mg 186000254
ACQUITY UPLCBEH C,g, 2.1 x 100 mm, 1.7 ym 186002352
VanGuard Pre-column, ACQUITY UPLCBEH C,,, 186003975
2.1x 100 mm, 1.7 pm
LC/MSTAUERE iR

600000751CV




QuEChERS-UPLC-MS/MS' 151 i 5E 38 BT oh -E Fhs AR 3 25 5% B8

]
T E &R
RERFEHSA RN T ARERSTAR, SHRBRAMIEL CHBEREABNFEEREEERLE, SABRNGEERLE
B9k 2, ZEGHEAMRN00 k) WEBERLE, BETH, £
MERXBNNBRE, SABHFFEETRNENR.
Bl

REUSAFALIRAES g, SIADISQUE ZEEREH, IIARRIIER

100 L MZfE20 L, JREFEZRDRE, HTHRE30min, 4CT
10000 r/min /x5 min, FEEX_E7E& 10 mL EDisQuE L EH, K%
20 min, 10000 v/min B:0>5 min, BL_EE®ES5 ml, 50 CFASAK

F, A2 mL0.1 %P ER /KR MR- AR EZ (10:90) /& ##5% &, 0.45 pm JRAE
13 8 Z # #E5R AP UPLC-MS/MS U E

BilERY
&R ACQUITY UPLC BEH C,,, 1.7pm, 2.1 x 100 mm
RENAEA: 0.1 %FRER KA &
R =N4EB: 0.1 B FEZA R
AR ERL: 0~10min, 10%B~60%B
10~10.2 min, 60%B~10%B
10.2~14 min, 10%B~10%B
STRER: 0.2 mL/min
R 25°C
YR 104L 1. R 2 25 ) AT B R B ] (62.5 ng/ml) «
Rt 5% 14
HREE T, EBETAH
M3 e & 3500V
BYEHEEE: 350°C
BERE: 10 L/min
HWHMSRE: 5 L/min

EEMEETENRE
T TR

BHYER & BB H+E] (min) BT (mh2) AR (V)
- 2515156 22
B * 2512108 30
W PR 6.0 22779911]823 ig
SR

R R " it . 2. SE R HE.
T 18] FR S 74 22881111]502* i?
301>156° 24
R %0 301>>108 30
ali 9.1 317>162" 25

= R EBED,

R IHBEREHYHEBRRENEDTNERE FHH.

E cRTEEBT.




QuEChERS-UPLC-MS/MS5 33 M 5E 38 B P -E Fp S % S 25 M1 5% B8

BB
BHRRENERANARLES, ERAEEO~0%21HE, ¥
PRADISQUES L ESILIE, BA LRA RN .

oy AEE®% DRE®% BR
R i )

(ug/kq) X HM (g
FERRIRIE 13.7 135 1146 919 99.3

R _REME 102 9.8 845 1128 1074
WHEREEE 76 84 1106 1081 1022

50 TR R e 1.1 109 960 1083 1007
B R AR 105 143 1007 954 919

W _FREMmE 99 106 1030 1100 1017
T R S 8.2 128 940 1056 986

R 95 112 1039 990 994

WECEEBIE 87 77 839 978 1024

B3, =5 B35 T B 170 (100 pg/kg) A9 E2 7K - MRS TFEWE 64 101 1033 996  107.]
100 WEEEM 44 86 878 985 965

CRBBENTE0~200 jyhgEEA A M X R R, RETER
%20 gk, HHMMEAFTRRAXRHILEL.

R R SR 119 103 957 103.7 1058
R _FREmIE 138 125 1035 1018 964
T e R 100 144 873 972 1079

BYEMm kAR 512 HXRER?) TR 6.3 8.7 1015 987 1040
BRRIELE y=0.0069x-0.0095 0.9947 WREFHEMIE 54 116 855 980 1054
R REME y=0.0152x-0.0041 0.9940 R EREmE 89 124 1010 970 934
TRz [8) R R I E y=0.0083x-0.0151 0.9931 200 TR R 72 96 951 1008 107.1
T R R y=0.0051x-0.0319 0.9983 BEREEE 110 129 930 1013 913
R y=00065x-0.0284 0.9967 WROFEmE 94 114 997 983 989
L R EEIE y=0.0322x-0.1948 0.9977 7 s SE I 95 128 911 99.7 1047
T8 P S bR y=0.0106x-0.0746 0.9973

R3 LHBREDYHBEE. BRRFERBLNES

2. AP A FERELYIIIRER %

B, d, EhE, REF, RS
LIHEES RERRB LR
2R RI (£8) BIRAT)

TTEER

DisQuE 50 mLIRER & (4 ofREREE. 1 o= ILEA. 19Kk

BRI, 05 I RI — Ha Ek & 1) 186004837
DisQuE 15 mL/% 1L & (900 mg /K AREREE. 150 mg

PSA. 150mgC, ) 186004834
ACQUITY UPLCBEH C,g, 1.7 pm, 2.1 x 100 mm 186002352
VVanGuard Pre-column, ACQUITY UPLCBEH C,g, 2.1 x 5 mm, 186003975
1.7 pm, 3 pes/pack

LO/MS TAEFE S 3R 600000751CV




b2 F I 1 s iR SR B B ROAE

HablE

1. BEFFREL2 g (FB#Z10.01 o) WX R TS0 M B/ OER, A
20l WARIVERR, ABIMA20mIK, BEERES min, EHiE

BX10 min.

2. IANO5 mL50% =R ZBIAHK, REFFERN30s, 3000 minB5/Lr

5 min.

BB EBRE=MAMT, BERZETIMAIS LK, FEk.

=k
&gt
R
ahiEA:
JREN1EB:
mEnHaC:
TIR:
R
AR

Bt &4
BT

B
oD

EHEmRidE

Oasis MCX EITHZEERAE: 6 cc/150 mg

EL /&

A5 mLFEE B.10 mLK

L#

PN &4 ff

R

A5mL2 %FE B.5mL FEE

HER

5ml 5% FKRELA R

50 CE SR TEF

ANZ BE0.01 moULZ BR BiA

130.2 ym SEBESS, L1

Atlantis® T3, 150 x 2.1 mm, 3 pm

35°C
ZHE

0.1 WFRBRKAR
Az

0.2 mL/min
20 pL

i 8] (min)
0.00

3.00

8.00
12.00
12.01
17.00

BEEE TR
EBTHE
% [ B 45 (MRM)

A%

10.0
20.0
35.0
70.0
10.0
10.0

& 1.0 mL

B%

80.0
70.0
55.0
20.0
80.0
80.0

C%
10.0
10.0
10.0
10.0
10.0
10.0

18R R AT E M F TR B T3

y EEH
famETEn  famEwam CToETH ey
(m/z)
(m/z)
T BRI sulfadiazine ggm gg 251/156
AR sulfathiazine D0 25156
BRI sulfapyridine gggﬁ}gi 250/156
TR PR R e sulfamethoxypyridazine ggg;} ?g 265/156
T Bz 8] R S IE sulfamonomethoxine gg:g?g 281/156
T8 B PR I sulfamethizole g;m 8(75 271/156
T fx — R IELE sulfamethazine ggggi 279/156
TR B AR sulfamethoxypyridazine ;g}g?g 281/156
T BRI FR A I sulfameter gg}g?g 281/156
AR Rk IR sulfachloropyridazine gg;ﬂ 32 285/156
T ik PR L S sulfamethoxazole ggjﬂ i? 254/156
AT — [ & e . 311/156
TR R — R e sulfadoxine 3117108 311/156
TR — R S sulfisoxazole gggﬂ ?S 268/156
P . 277/156
IR R sulfabenzamide 5771108 277/156
e . 285/156
ERR SR sulfachloropyrazine 285/108 285/156
ot 315/156
TR e sulfaphenazole 315/160 315/156
o e s . 311/156
TR (8] — BRI sulfadimethoxine 3117218 311/156
- . . 301/156
T PR IR sulfaquinoxaline 301/208 301/156




4% F 3R P 18T iR5% B ERNE

||
18R AR AR IR B B H F B RIS HIE 50 1055
— S, 10.0 1023
tamaR ARINRE/(ng/kg) S E % L[] — e 20.0 87.4
5.0 104.9 500 826
. 10.0 1096 50 86.4
T 200 99.0 N 100 83.4
50,0 107.0 TR R E I 200 842
50 995 500 85.8
\ 10.0 985
%
TR 200 958
500 1080
50 928
\ 10.0 89.0
% bal =]
TRAR NI 200 944
50.0 913
50 9238
\ 10,0 89.0
£ 1 F L
R PRI 200 944
50.0 913
50 922
N 10.0 915
£ 1] FE S
itk i [8) FR S N 200 930
50.0 982
50 954
N 10.0 979
TR P e 200 9.1
50.0 1002
50 97.4
R 10.0 945
TR — e 200 94.1
50.0 97.4
5.0 953
e 10.0 947
TR LA 200 92.2
50.0 929
5.0 94.4
HE R R R 200 s
50,0 949
50 96.5
\ 10.0 973
e
T RL SR 200 959
50.0 1105
50 105.8
10.0 109.1
50.0 1126
50 86.5
e 10.0 934
TR R E M IE 200 916
50.0 96.9
50 92.1
‘ 10.0 889
50.0 932
50 934
5 10.0 91.6 TTHa{ER
WA 20,0 948 )
50.0 1025
5.0 910
o _ , Qasis MCX, 6 cc/150 186000256
ARSI ;8 8 gg g asis MCX, B cc/150 mg
: : Atantis T3, 2.1 x 150 mm, 3 ym 186003719
50,0 9.1
5.0 98.6 VanGuard Pre-column, Atlantis T3, 2.1 x 10 mm, 2 pcs/pack 186003756
T e A I e ;88 28; Sentry Guard Holder WAT097958
50.0 84.4 2 BRI S 600000750CV




IME KD o R RS A R P E R R B TX E 547

]
EEEREE BigRH
. e Bk ACQUITY UPLCBEHC, , 2.1x100 mm, 1.7
E /T :;_E'* | Qo UPLCBEH C, 21100 mm, 1.7 ym
ABmML =& F: B.6 mLEEEE RENHEA: 0.1 FRBERKBR
€12 mL 50 mMaNa EDTAZK % e EARB: . B0 %R
HE: Bt j) (min) A% B% hik
# 0.00 40 60
025E] Ukt (RS A AT SRS RITHIATR). 250 B 65 6
/nl.JES-]O mL/mm 350 30 70 6
Bk 3.51 0 100 11
10 mL7K 4.60 0 100 6
461 40 60 6
BESBNERT 6.00 40 60 6
- IR 0.3 mL/min
; o
HR: 40°C
emL— S Rk /EBEE 2/1 (W)
IR AT R 5 L
BERKT, FH0.2 mLEHER,
st
M8 MLE C AT 8 =S ERER Bt sk
{38 SR HHACQUITY TQDAS U5
BEHERTE B ESI+
& AHZEER4E 2 (Sep-Pak® Silica 3 cc/500 mg) EMEEE: 30KV
- BYRRE: 120°C
At/ HEE*‘"“‘I?%'J::;J? : 400°C
4m|_IEE¢';'n AT T vumix -
SEALRIE: 50 L/h
L BAFISRE: 900 L/h
2mlE— W EEERSE AR
167 ARSI A R TP E TR IBIEAIMRMEE -
-4
A3mLESH: B3mlECkE/ZERZEE 90/10 (vv) HAZE ] MRM
C3mLIEC ke / 2B e 3/2 (W) < 2855156
2855207
Fehi oM 3115156
A3 ml FRE /AR 1/1 (W) B.3ml AR 311592
SOMD 279156
BEARKT, BOSmLREBKEEIIAMRE, 2795124
S 251592
2685156
SIA 2685113
2795124
Sl 2795186
2815156
SME 2815108
2685156
S 2685108
2815156
SMP 2815108
. 2655156

2655110




MR KD o BRI A R R SRR B XE 547

e
167 AEAE I £ R P E T RIETEHIMRME R (4X) -
tey MRM L — S/N-PPP=37
e SDM: 311 > 156 '
SMT 2715156 = h
271592 : NN | S5
2545156 o SN PP=14
M 25692 e SMX- 254 > 156 |
J
3365156 P B —— . e
N 3365198 5 SU\J'P'I’;S?S .
0 2505156 o3 ‘ Co-SMA: 285 =186
2505184 ,, el ik .
SOX 301156 1003 SNEE o
3015108 01 { SMT: 271 > 156
: |
. 2565156 e -E\“‘”wa
256108 -
o 2915230 % I‘f‘,‘ EREERI0RIS: 230
2915123 - : :
13C,-SMA 2855186 e B i
o “ SPD: 250 > 156
I\
2:': 0 e af A S — Tr—r—r—r——r v N Lt
—u% \
ST K BE G H9UPLCE/MS/MS MRMEELE: (o) BT SPEXL;  (b) SR Zid -+ A )\ STZ: 256 > 156
N i\ | '_JI W\ \
SPE#1L.. ”.}4:)“!._“”” S— : S
S/N-PtP=43
5 SIN:PtP=51 100 4 i SIM: 279 > 186
5 ! ])% SDM: 311 > 156 f‘ﬂ‘ iy N i
° B B
| 0
| R [ R e e BRI 3.00 4.00 500
: S/N.P(P=51
10
% SMX: 254 > 156 lime (min)
o SR AN — —
100 S \"""‘,l‘ L HEFMERIBESERL.
% ol BC-SMA: 285 =186
) I - )[ - LB T T
N S/N:PtP=12
M " SMT: 271 = 156
; 0T e T T T
5 . S/N:PtP=14
2 100 N . A ”
= ‘% " TMP. 291 = 230
O r T T ‘%' :‘W . v T T T
S/N:PtP=81
100 fl SPD: 250 5¢
o I'\.
0" TP ey AE B T
SIN:PtP=14
100 A : s g .
0 "i “ r]\ JII STZ: 256 156
o e IT%E:E
o _S/N:PtP=68
' ”1 I SIM: 279 > 186
o Ao Nemalinn | ] Oasis HLB, 6 cc/500 mg 186000115
3.00 4.00 5.00
2 Sep-Pak Silica, 3 cc/500 mg WAT020810
Time (min) ACQUITY UPLCBEHC,,, 2.1 x 50 mm, 1.7 ym 186002350
VanGuard Pre-column, ACQUITY UPLCBEH C,,,
2.1 x5 mm, 1.7 pm, 3 pcs/pack Leeb e
LC/MSTATE 1 R 600000751CV




Oasis PRIME HLB-UPLC-MS/MSTIIE K = RPEEE

HRIRE: SRR e ARERMETIE, W25 gHRAT50 mLBLE
B, AERIN—ERENRAEMRSQCER, MMAI0mLAY80:20Z

BE/KER, BREAR30s, ETEKLE30min. #£4000rpm T, &
1L:0 min.

FE 4L ¥ 0asis PRIME HLB/VE(6 cc, 200mg, &B14S186008057)
REAMEFBELTHREARNESE(KL2 psi) HE S FER S

B, TBHT/MEEHSE., BROmLLEER, FHEid0asis

PRIMEFFIREE TR R . BRI mLIER, 735 CKHEBERETRHEMNES
RPBERERLT, REER7E250 pLFE/7K(50:50)H .

e o

UPLC-MS/MS$#EEI T . 1511 T B R HIMRME R Bz s 38 140
RESH. EAZANSERRERERL, E5 N RERENE
EREARFNEEXER, HARER 0999,

UPLC
LC #%:  ACQUITY UPLC I-Class (FTN)
34+ ACQUITY UPLCBEHC,, 1.7 ym, 50 x 2.1 mm
RENAE: A FREE/K (2:98) B &

B: {2
BERRER:
Time %A %B Cure
Initial 95 5
05 95 5 6
1.6 10 90 6
1.9 19 90 6
2.05 95 6
4 95 6
BEREARAR: 104L
e 30°C
PSRN M FAEZ/7K (90:10) AR
EIER AR
BHERRK: FAE2/7K (10:90) A R
MSZ
FOEYL: Waters Xevo TQ-S micro
TR ESH-
BYE&RE: 150 °C
Ba <R A 500 °C
A FI=URE 1000 L/Hr
HILSRE: 50 L/Hr
BIREERS: MassLynx® v4.1

5 ¢ P
SMZER ﬁif}?ﬂﬁl MRMiZSE %E;I;I@E ﬁﬂf\?bi
- 32100521 IS
AER 162 310057 25 12

F1. B L&Y RIMRMIE & FI R % & 1.

SEER

ANANETERBERAEMR. PN =FMARREZRINIRELHE RSB
K, GPOREKERMINDFTHER. HRRE (0.1 ug/ke) ATTER
KR, RTRLAAICARE (03 pg/ky) . EIARBRIRER
BEIMRME EE . FHEWRRERREREIR2.

B 1. [ B EA AR R EIMRME E .

0.1 pg/kg 0.5 pg/kg 1.0 ug/k
fow B B B 2= -
-1 = RSD(% *  RSD(% = RSD(%
Sa8%

Chloram- 779 10.8 945 89 89.0 6.1
phenicol

2. Z N ARMKFR B ERIEEEn=3)E R




Oasis PRIME HLB-UPLC-MS/MSTIIE K - RSP R EE

BIFHENINEE T, EEUSHBIEXLEYNESER
B, B4R T ZPRIMEHB AL BT E M Z B & AR S ABEEE AN
fE 8. {5 F0asis PRIME/NE AL DI R BR 7 95% I _E A9 BEAE F180% I 1Y
BAEH.

7i

K4& SPEML
s AW

W

&7 SPEAL

[E12. 2PRIME HLB#E BT /5 A 5 B & A HF di B9 BERE 3 L BUR LB

g
$RBUJ5 417 Oasis PRIME HLBEIHHZE B/ NiE %1k, o] IATE B KR

BERPMER. BESFTIYHNENXERIEFUYRSHE
W, ICMSIMSEEARRBE S, TRTELFRR, ERAY
FHRRTSBERLAYREENTIERNRIERAFER, #
RNATEBRE, BANBHETHRGE, FEMXevo TQS mico
BOEHEATLCMS/MS AT, o £ X AFRAYIE L T o o B BR SR A ALAR
R EERIOQNER.

TIER
Oasis PRIME HLB 6CC /200 mg 186008057
ACQUITY UPLC BEH C,,,2.1 X 50,1.7 pm 186002350



BEPRABRASN

HablE

1. fERR5 gt =, (RINAARD,-CAP) & MRS mLZK .
2. MANISmIZRRZEER, Bl

3. ®BLEBRES—HES, 50 CRSKT-

4. RInPEFEE. B0nlkHE.

E#HERIRE
(Oasis® HLB 6 cc/200 mg)

AR
A.5 mLEEE B.5mlK

L#
20mlAEdh GREE: 278/%)

P 3

5 mL7K

b1 )
2x 2.5 mLFfE

& 50 CRSMRT

F9:17K / FREZ (500 pL) BER

=R e

a8 KAt Alliance® 2695 % 4t

Bkt Symmetry Cg, 2.1 x 50 mm, 3.5 ym

BERE: 30°C

RIPHE: Symmetry® Sentry C,, 2.1 x 10 mm, 3.5 pm

mEntEA: 7K

TREN1EB: Rz

TR: 0.3 mL/min

R 20l

BE: B j) (min) A% B%
0.00 90 10
8.00 10 90
10.00 10 90
10.10 90 10
15.00 90 10

Btk & {4

IVEE SR 45 HQuattro micro™ API

BEEL: ESF
% IS H5 ) (MRM)

B kK MRM SEILEE()  EHEES (V)
_ 321152 25 18
SEZ(CAP)
321257 25 12
ARG EE 354—185 30 23
(TAP) 354—290 30 14
356—336 25 11
BEEX (FP)
356—185 25 22
WﬁKDs-CAP 327157 25 18
ZR
100 Chloramphenicol
i Florfenscod
3 Thismphenicol
lI
I
. .I'I '.;
Y p- s Tirne
3.00 350 4 00 4.50 500 550 8.00

CAP, TAP, FP 2 pg/kg B98 AT .

SHTH S EWEE (%) %RSD (n = 5)
KEZ 91.1 22
FREER 919 59
AEEE 104.6 1.7

CAP, TAP, FP 0.3 ug/kg B9 E1HE 3K

TIHER

Oasis HLB, 6 cc/200 mg WAT106202
Symmetry Cg, 2.1 x 50 mm, 3.5 ym WAT200624
Symmetry Sentry fR374EC,, 2.1 x 10 mm, 3.5 pm, 2/pk WAT106128
Sentry Guard Holder WAT097958
SEBE YR AR 600000750CV




SRR LRIk, SLIBIEH. SLERF. LWET. LRERKEENNE

||
Habl&E SR MEEMNTENEFHIIEEEF
AEFAFRENS g (FBFHZ10.01 o) MK R TF150 ML= &AM+, A "
25mL0.15molL BB = SE AR, RS, BEEWHER, - ¢ TR
: +n: mol/L BEER SN AB R, R ASSELmaR Y £ AT B3 EHEEFN 33t
JET5PH=85. (m/z) (mf2)
= o S feu e cefazolin 456/324
BiaERTE Lo prii
Oasis® HLBE 1HZEBR4E: 6 cc/500 mg
LR IT AR cephapirin jgjﬁgg 4241292
AR
A5 mLERE B5 mlK C.10 mL B8 — &40 SHaE cephalexin o 34858
L kT cefalonium jgg;} gg 459/152
P25 ml 4 5 F &R
. _ 4 529/134
o AR cefquinome 529/396 529/134

A5 mLBEER —S58 B.2 mL 7K

SRPSL IR R iR I0R B & R Bl Z SIS Bz

bt
2ml 2B RIRE /(ug/kg
10.0 85.6
= = . 20.0 89.1
o /_—_HI-: ;,\;zl N "'_I
40 CRSK T B SL Mk 400 896
e = 100.0 91.7
2ml KB BRE, EE
ml BTRE 'T‘%E 100 86.7
g 20.0 92.4
i3 0.2 um JERE, 41 KRR 400 95.4
100.0 93.8
BRI 15600 gg;
s , SR ' '
B XBridge C,g, 2.1x150 mm, 3.5 um < 20.0 981
iR 30°C 50.0 94.3
TENEA: 0.1 %FER/KA R 2.0 87.2
- N L5729 4.0 91.7
REhAEB: ZEEBER L& T 8.0 1025
I 0.2 mL/min 20.0 94.1
HEE: 20 L 20 937
B B 18] (min) 3% (umin) 7K/%&0.1%Z8  ZEk/% S FBERE gg g?g
0.00 200 95.0 5.0 20.0 97.9
2.00 200 95.0 5.0
2.01 200 40.0 60.0
8.00 200 40.0 60.0
8.01 200 95.0 5.0
15.00 200 95.0 5.0
Rt s 1%
BFER: BEEE TR
AR EETAM iTEEE
w7 % R 7 M MI(MRM)
Oasis HLB, 6 cc/500 mg 186000115
XBridge C,q, 2.1 x 150 mm, 3.5 ym 186003023
VanGuard Pre-column, XBridge C,g, 2.1 x 10 mm, 3.5 ym, 2 186003059
pcs/pack
LO/MSTAIE 1 SR 3R 600000750CV




st RSP R B RIS HBME

||

HEabE iR

1. FRENS g B M B RFER, ARXIANI0 gT/KRER Bt R 4 SRASHACQUITY® TQDAS T 88
i, 20mLZERZ 8, REHIFHR min, HRFRER BEE: ESK

10 min, #E10000 rpm T B/(>5 min,
2. DEBKBEREMSD. BEXETINONLBRIEER  vagqyned 15 AT HIERE, Targetlynd sz B R 4 A T 4R

J:ilk_ﬁ‘%'flﬁ_;k, %#ﬁ)ﬁ\?ﬁ%ﬁlﬁ&q, EAO ac—FﬁE?g&%ﬁg:Fo M}fgo i}a—%—ACQUlTY TQDE%%?%ﬂ%%’%ﬁﬂfm’%ﬁﬁ'\]ﬁ%zﬂg
0.7Dald M. ALIWHE R M(MRM). STERS(E. LB EMAE
BRETIRSNKR]. IWEITUENEFNBTEEN.

3. B R 4R 5 AIAE A5 ml 30 %R EZ KR R IA 1.

E+#ZERTE .
-® e 3L
(Oasis® HLB 6 cc/500 mg) MRM Btial HE
TR ‘(') (v)ﬁ
S,
AR
! wa 403253272 15
A3mlEREE B.6 mLkK BEH Goooaers 265 27 005 20 A
i SEIRHAA 38253;3; 268 98 005 28 H
FrEREUKR . :
SHET 407.23312 16
279 98 005 25
B 407.2361.2 n
b7/
A5 LK B.5 mLERER/K (171, ) THIHA 38253225 200 46 005 25 }é
A JE M923rzy M09 13000528y
. s ATDBI2 o e o 17
10 mL Z B/ FE (171, W) PR 12392 * ' ‘ n
wgpxp 437230125y g g5 8 10
EBREAOCCRTATRT, BZH/K(Q28) BRERE 431.2391.2 i
1L, 3402 imIERE EHS R e 45323772 16
fEEAS ooostfC 552 13 005 25 O
. 1 mem o wm oow
Y BE: R RY «
e K4 HHACQUITY UPLC® & 4 1. ACQUITY TOD MRME 2.
AT ACQUITY UPLC BEHC,, 2.1 x 50 mm, 1.7 pm
g 30°C
SRR 0.5 mL/min
SRENEA: 7K
T sh1EB: ZHE
E: B 78] (43 $) A% B%
0.00 80 20
5.00 75 25
5.30 50 50
550 40 60
5.60 80 20
6.50 80 20

W 104L




it R P RER R NEFNE

HMHRE

R e Y=55.1594x-107.197 09994  3.27 734

SRR Y=659314x-113.202 09994  2.79 754
B T A SLTIHIMA  Y=65.6897x-116.869 09994  2.97 736
T E Y=441831x-84.8531 09993 403 80.2
j} : FESREM  Y=349512x583879 09995 383 955
(L0 1.00 100 L)
. AR SN Y=38.7269x-74.6360 09993  4.12 92.1
. ] o _ E:UE-3 S /N Y=44.6788x-87.9209 09994 3.84 9838
mormermemme e an ME T Y-563984¢7.93426 09996  3.43 70.0
1 AR F2 BERLENENWET AL, HXRE. BT RRER
e il
] A
P R RN AR = A= R R fien
Tam ' akn " sho T sEn ' &m0
571 :
= . . 552 /)
A .00 4 =0 &L 580 5.0
MF i of nar
£ &9 1 A0
f;j il 1
R R R L e R ey ' '
.00 450 500 5450 &.00
4 MRER OF O Charnrmeis E5-
£52 A53 3 = 3T
,».j AN | BEind
D Tam | 4s0 | sbo | ss e
2 MRM of B Chareels ES
&_:.'{ﬁ 4372 -'I3'_'.'IIT
_,:% 478 N £ 4 5083
T amn | as0 | 500 550 | 600
F T Feareakis
477 458 A37F 1
aE T agn 5.00 5.50 '___,jzu_i:-:u
4.53 o] I:
400 450 500 580 eo0 _
d.l' : : ;.
1 i 5
o E T atn soo st s "

B ANFFLXREIERMRME A,

OFHE R K MR AR M ] ng/ml-100 ng/mLiR BESE Bl PO AE 43
#, BHLMFENBXREL. FASAERFMI0 ug/kgkE s E
T, E76R, HERMEUKERKRD, ERMFK2.

QOasis HLB, 6 cc/500 mg 186000115
ACQUITY UPLCBEH C g, 2.1 x 50 mm, 1.7 ym 186002350

VanGuard Pre-column, ACQUITY UPLCBEH C,,,
2.1 x5 mm, 1.7 ym, 3 pcs/pack

LC/MS TN AR 600000751CV

186003975




RAEEIL-FEEANER &3 H &P ofiE# R

||
HabE BREESER:
RE@EI%: BU2.5 o TF100 AR, INEAER, AHx = 1 0-0.8min, 40%B
., B RIRILRE R, 0.8-1.0 min 40%-67%B
1.0-6.5 min, 67%-70%B
FEMRIZEC EFRFREURXFES.0 g, SIAI25 pL 10 pg/LRFIREE AR 5 6.5-6.6 min, 70%-100%B
A0 mLZ SRR, BB TIRE0 min, 15000 r/mingis, 6.6-7.8 min, 100%B
BUER; TUEBEAI0mlZ BRZBRIZE—K, BFHREUR, BESHE 7.8-8.0 min, 100-40%B
FRKH, BEYAEZRET; MA20 mL 10% VY, TE)ZEAR, & BAZTRTE]10 min
#1L. i 0-1.0 min, 30%B
1.0-1.5 min, 30%-50%B
e fk: A6 mLFES. 6 mLKSEOasis® HLB/ T, T4f, AT, 1.5-4.6 min, 50%B
4336 mLAY2% Z BE 5% FEE (VIV) . 2% 57K 5% FREEH110% BB e/ ) 4.6-4.8 min, 50%-100%B
H, #T10 min; 6 mLo%E L FFERAER, UKEESERLR, 40 CIIRSK 4.8-5.3 min, 100%
T B mLZEE-7K (1 VIV) B R, 130.22 pmiE S, #1TLC-MS/MSAMFT. 5.3-5.5 min,100%-30%B
BIE1TH )8 min
BilERY
BT ACQUITY UPLC®HSS T3, 2.1 x 100 mm, 1.8 ym Bt &4
AEF: BEH Shield RP18, 2.1 x 100 mm, 1.7 ym EE 5t 28 B B3R (ESI+FIESI-)
B 40°C EMERE: 3.5 kV(#). 3.0kV()
PSR 4C L E: 30V
HAEATR: 5l BTRRE 150 °C
SRENEA: 0.1%FE& (E). 0.08%E K (f) BURFR 500 C
TREN1EB: HEZ(IE). ZF5(fh) BUafSRE: 900L/h
TR 0.3 mL/min RERE S 0.3kPa

ETREIME T8E29 51250.9700.8
HEeFukSHS0KR.

RERE(min) BEF (i) FEFmR) EILEBEENV) iEEEEEV) S HR(ug/ke) PR

1 £ 4.40 289.4 109.1%,97.1 34 20,24 0.1 30
2 S 5.15 303.2 109°, 97 17 25,27 0.1 30
3 B 3.87 275.3 109.1%,239.3 10 22,26 0.1 30
4 % TR 3.995 287.4 108.7%,96.7 10 22,26 0.1 30
5 REM 532 289 252.8%,97 32 23,17 0.5 30
6 RIEER 5.26 291.2 255.27,273.3 20 13,18 0.5 30
7 17p- R iR 5.70 291.4 159.1%, 255.1 28 20,15 0.3 30
8 =S £ 412 301.4 120.7%,148.8 22 24,16 0.2 30
9 EBER 6.98 3053 228.8", 269 28 18,14 0.4 30
10 0 6.55 3055 228.9%, 269 28 20,16 0.4 30
11 RERIEE 4383 3133 109.17,245.2 32 26,18 0.1 30
12 2 6.95 3153 109.1%, 97 32 20,24 0.1 31
13 17a- B EZ 4.64 331.3 109.1%,97.1 32 20, 22 0.1 31
14 2 FEZTH 4.14 3313 109.1%,97.1 32 20, 22 0.2 31
15 FRER R 22 B 6.17 3853 267.2%,325.3 28 18,14 0.2 31
16 FRlR R R 2 6.59 387.4 123.17,327.3 28 26,14 0.3 31
17 2 1% 391 311.3 109.1%, 81 20 25,28 0.4 31
18 RS 2 6.16 405.3 309.2%,345.2 28 16,12 0.2 31
19 ;4 4.39 271.2 145,183 60 38,38 0.1 33
20 IE=Fe 2.58 287.2 145.1%, 171 55 42,35 03 34

RICHERBET, "AWEAGTFS.




R EIE-FEE AE R &3 Hl a9 iR

B

RE0El(min) BEF(m/2) FEFmiRZ)  HEILBEV) HEGEEEV) 2 HMR(ug/kg) PR

21 U R 467 269.2 145%,159 56 53,40 0.1 33
22 C Z & R 5.67 265.1 235.1%, 249.1 42 24,28 0.4 32
23 TR RS 5.00 295.2 145%,159 55 38,35 0.5 32
24 C Je i 5.82 269.2 1197, 134.1 30 32,16 0.3 32
25 C 1% Wi 5.84 267.2 237.1%, 251.1 40 35,29 0.2 32
26 KPR R 4.40 265.1 144.3%,182.5 56 39,38 0.5 33
27 ERFEEW 403 3193 107, 205.1 40 30,22 0.3 35
28 aE KRB 3.65 321 91+, 277.1 44 36,23 0.3 35
29 p-ERFBEE 3.04 321 91+, 277.1 44 36,23 0.3 35
30 £FE-d3 4.40 2924 97, 109 34 20, 26
31 FREL AR 3 2 BR-d3 6.17 3884 270,328 28 18,14
32 C B E-d8 5.84 2753 228.1,245.1* 45 35,29
33 I —F2-d3 4.39 274.1 145%,185 55 45,40
34 = B2-d3 2.58 290.1 147%,173 55 40, 35
35 BC-E KRB 403 335.1 1407, 185 42 36,26

RICHERBET, "AWEAGRFS.

BN TS it =? BREE? B e 3E SRS A—F
AxAREERSRFET SRR R ENTOE, EH L ST RR B RS, FiH 310051

8, HRERFERBASLE, BN ZWENTE), 2% 2 MAEMZEE, M 310057

32%z /8], BRRIRATE, RNEREAR. SATTIRE, HuMl 310057

- - 3
.' Lo - »
£ 000
4Iill_|-llnl I'lI-'-¢"-'|-I‘-
| r 4 s 4 N 8 L A | ' i > ¢ SV 22342300 t IS

BMRER: PAIRETTE, £AEY7E01-50 p/LIRESERINM LTS
2, &M XER2IIKTF0.995.

Bl SEE: RETRAE PRI ERER, JHRRE TTEER
0.1, 1.0F010 pg/Kg, F476R, EHIREIKZEIFFE70%-120% 2 [, RSD

7£0-20% = 8. .
Oasis HLB 6 cc/150 mg 60 pm 30/Box 186003379

ACQUITY UPLCHSS T3, 2.1 x 100 mm, 1.8 pm, 186003539

VanGuard Pre-column, ACQUITY UPLCHSS T3, 2.1 x 5 mm,
1.8 pm, 3 pes/pack

ACQUITY UPLC BEH Shield RP18 2.1 x 100 mm, 1.7 pm 186002854

VanGuard Pre-column, ACQUITY UPLC BEH ShieldRP18,
2.1 x5 mm, 1.7 um, 3 pcs/pack

LC/MS TATE R S 600000751CV

186003976

186003977




FRPRHBEERIEMERZEIN

HablE

1. IRES mLA- 9 HE R TS0 mlE OE R, S, IASMLZE, A&

RIRE60s, BFMAIOmMLZ AR, 1800 /minZ (5 min, EX
10mL E7E®R, BSKTF.
2. A3 mLBEERZEMER (PH4.5), JRIR15s,

BT E

Oasis HLBE 1HZEER4E: 60 mg/3 cc

AR ]
A.3 mLFE2 B. 3 mL7K

b
IIAFEHESR (-2 mUminiREE), T

R -
8mL70% Z FE7KAR

RSB R E R E 10mL

£0.3 pym JRRE R _EAL AT

BiRM

R Alliance® 2695 % %%

Bkt Atlantis T3, 2.1x150 mm, 5 ym

iR 30°C

RENEA: 0.1%FERKABR

SR ANEB: 0% LB K

SRR 0.2 mL/min

R 10pL

HHE: AEmin  K(&01%  ZHB5(E£0.1%

FRER) (%) BRER) (%)

0.00 85 5
5.00 70 30
6.00 50 50
17.00 50 50
17.60 0 100
20.00 85 15
26.00 ZHE

i & 4

R Quattro Ultima

B BHREE TR

BAFAR: Sk

wMFHR: ZRNEN

BEZL

iif54
1

1
11
1

5
6

ER5ILE

FERC 0.012 0.274 0.170 95.30
FERV 0.154 0311 0.170 92.40
K 0.176 0.347 0.170 100.50
S TG AR 0.150 0315 0.170 97.06
HREM 0.132 0.286 0.170 90.59
WML F AR 0.249 0.412 0.170 95.88

6T E B XL L F O EL

Y IR T SR T

e
" .

e e e .,
B e ¥ = oy

B 1. =849 mAE.

& 2. 445 I AE da [ (2 ng/ml)

TTEER

QOasis HLB, 3 cc/60 mg

Atlantis T3, 2.1 x 150 mm, 5 pm
VanGuard Pre-column, Atlantis T3, 2.1 x 10 mm, 2 pes/pack

Sentry Guard Holder
LC/MS TAIER¥ AR

WAT094226
186003736
186003759
WAT097958
600000751CV




F PP XRAEERRERTZE T

||
HabE L SPEFIBIE D BRI
1. BUSmLAF 9 A SOmLE B R, AIA15SmLZ B, %, 3200 ERERAR: 100% 7K
rpm B /A0 3R 15min. L HEZRBER: 100% FREE
2. B EEREBI S —50 mlBOE T, MA20mLECK, ER R 4 mlL/min
15 min, 3200 rpm B4R 159350 B 20%FREE [ 2,15 (30/70,wv) + 0.5% FAER
3REECIKRE, BB/ 4PN LEERELEFRTR A3 mL, IA HEEEA: 50/50 &z /A ER
15 mL 0. IMAS B BR 25 22 5955 3% (pH 8.0) - BT ERB: 80/20 Z. B8 Z B /| A
BEEHERC 80/20 EC %t/ AR
EHZERTE RIR: 4 mL/min
QOasis® HLB 6 cc/150 mg EENHAA: 0.1% FEs /K
= RENHEB: 0.1% FER/FEE, #EMT
A.10 mLFR B2 B.10 mLiK BEAA: Eﬁuﬁ%E%%(ES”’
VAL
C10mL2 % SALHER ERSEMN (MRM)
D.2 mL 0.1 MB%ER £h 2% 7% & (pH 8.0)
ANTPARRNE X EZNMRMSEIT:
L ey BEF () FEF (m2)
4214 A q
5 mLEEHIRAMIRA 1) UEE 7344 158.2
E TREX 7485 158.2
5 mL7K BUBE 8375 679.4
MES%H 7496 591.3
Ek2 -
. JBEiRER 84356 174.2
5ml 40 %R EZ/KA R
BEKE 869.6 174.2
T2V 5 min 0.5 ppbi 7 17K S B9 4 937 BLC/MS/MSET 3 (MRM)
P ]
5ml 95% FREE KA &
BRREET, B nURIBAER
F0.45 ym PVDFIR L I8, #EATLC/MSTH 4T
LR SPES % -
1B mLA 9 RS0 mLE/ OB, AIA20 LR &K, BIA
2mlZBE.
2. 15 min, 3500 rpm B/ R 1593 ¢
3. B2 mL BB R0 mLAE SRR A, MAT8mLIK, BR5 mLiksE
5.
W3
%88 TR Aqua-Analysis 7E 2k SPELC/MS/MSIK 4347 22 5t
TE 4L SPEAE: Qasis® HLB 2.1 x 20 mm, 25 ym
’ » — E
BT XBridge® C , 2.1 x50 mm, 3.5 ym TEES
QOasis HLB, 6 cc/ 150 mg 186003365
XBridge C g, 2.1 x 50 mm, 3.5 ym 186002352
Qasis HLB, 2.1 x 20 mm, 25 um 186002036
LC/MS TAIERE SR 600000751CV




AERFFNPHRERETEMER

| |
HablE LC &4
$2ERZE (10 mM NH,00CH /0.4 mM Na EDTA/19% NaCU/2% TCA): 45077 g A% ACQUITY UPLC®
B ER S (NH, 00CH,) AT LA AR, AIAAZI900 mUstFI7K U itk ACQUITY® HSS PFP, 1.7 um, 2.1 x 100 mm
Bk, A1 NHCUSE] N NaOHGpHIEIEH Z4.0. HINO0.15 gZ ZREMIZ B PR 304L
Z4H(Na,EDTA.2H,0). 5 gELEH(NaC)FI20 g = SZBR (TCA). AR A R 35°C
ZRR, FRRFIKER. REhAEA: 20 mM HFBAK &K
SEHAEB: 20 MM HFBAZ B53%
EREW R 0.50 mL/min
m—%50 mLE/OEHINAN2 gFABRTE K10 mLAF§3. IA20 mLiz B WA 14 520%A9R 51488, 77 minWIU L%
BEMRK, mIEEE10%), REFTDIRE15$0. 74000 RPM T B TEEIEINZES0%, fRFF8 min, 7£8.1 minATIR[E]
SR, WE EER. RIBEE, (£ ARHBEAIHCSNaOHIE L5 &Y 2120%. REFHEFFLHEZRSE10 min.
pHIEIEY Z6.5:0.5.
MSSR 14
SPES{L MSE Z: ACQUITY TQD
FEARBZ A, 7 0asis® HLB 96 FLAR(30 mq). 2B HE 1 U [ B EIEEF(ESH)
1 cc/30 mgf/ Vi EE: 30KV
RS 30V
HLB 96 FLAR S 1 cc/300mg /IviE SEE 130°C
— #IS: 20L/h
bl S Mg =2 o
;/\ l \ﬂ?l
A5 mLFES B.15 mlK @A mUmingi &/ H?ﬁ%h' B 450°C
BaFIS: 900 L/h
i - ES: |, 0.20 mL/min
SIRRER] ml, 4P 5m
— $#HILH  iEREE
S MRM
- SEETH (V) (&)
0.5 mL 10:5:85F B /R A B2 /7K aEn 582.3 > 246.1 70 28
s 582.3 > 26322 70 28
S BSRANT.5 L HFBAZEUPLC/MS/MS 577 e 584.3 > 246.0 60 26
RE#BH 5843 > 2632 60 26
- 4504 5 160.1 35 25
RABHCa 45045 322.4 35 15
- 47855 157.2 35 30
RABRC 478553221 35 15
- 4645 160.1 35 20
RABHRCL2 464553224 35 15
- 61545 161.1 55 28
HBR 615.4 > 293.1 55 25

AR E AR EFL TR S HUA R MRMIBIE .




RENFDPPHIEETEMER

3: MRM of 3 Channels ES+

SEETER Bl =% RSD% B 2% RSD% 10\% 4‘6231169 615.4 > 161.1 (Neozgiigg
n=6 n=6 O~ e e e e e e
1 2 3 5 6 7 min
: f 7 Channel
10ppb 200 ppb 100 47F.53 >215P;$2N5|; (ZGZnCta;n\EZrifCSS
HBE 717 12.2 81.9 13,1 5] I 22965
RERBEE 934 30 819 140 ’ 1 2 3 A 6 ' 7min
2: MRM of 7 Channels ES+
Gentamicin Cla 79.4 12.0 70.4 10.0 100 464.52 > 160.1 (Gentamincin_C2a,C2)
O\% 2.90e5
KABERC 88.0 4.9 79.6 7.1 0 I B AR
1 2 3 4 5 6 7 min
= 2: MRM of 7 Channels ES
KARBHC2A2a 8.1 [ 8638 9.2 100 4.29450.4 > 160.16 (gentanjliggﬁiCIa;
MBEER 755 11.6 783 10.1 o\fg ﬁ 4.49e5
0
- e o i 1 2 3 4 5 6 7 mi
IR EF R B EH A B R HIE B 4. 1: MRM of 4 Channem”g;
100 2.32 584.3 > 246.05 (Dihydrostreptogn;zini
AT EMgE%  RSD%  EMGE%  RSD% £ | 74
SRR I LR B LELALELE BLELELELE DAL DL DL LA IR B IR I |
_ _ 1 2 3 4 5 6 7 min
n=6 n=6 1: MRM of 4 Channels ES+
50 ppb 1600 ppb 10\9% 2.27 582.3 > 246.1 (Strepto;n.(;)/gg;
HER 102.9 11.7 973 40 0 A L A A s AL A A AR A A
WEHER 88.4 5.9 89.7 6.1
KRABHRCa 836 96 953 133 HARIR B 2910 pg/kg (ppb) B4 4T3 B 36 78 69 UPLC/MS/MS E2 SR,
RARBZ&C 93.0 515 85.8 9.9
KAREBZRCC2a 94.9 10.9 89.1 13.8
MEE 86.3 3.0 836 11.3
IIFRE R R E A F R B R AR S 4.
ITEER
ACQUITY HSSPFP, 1.7 um, 2.1 x 100 mm 186005967
Qasis HLB 96714, 30 mg WAT058951
Atlantis dC,g, 5 pm, 2.1 x 10 mm 186001379
Sentry™ 2.1 mmfRIPHEE WAT097958
Qsert# faiff, LCGCIAMEAEE 186001126C

SEFEE: KRN A% 720004512EN

220124 SRAFH/AS). Waters. Oasis. ACQUITY UPLCFIACQUITY 23K 4¥ /A S A E MBI 5.




{& FuEChERS 5 A4 MIRE R 04 P RO P B 3R 3¢

||
Habl&E LCR 14
12542 B (QUEChERS): R ACQUITY® UPLC
[a—4R50 mLEVE T IIAI0 mLEBEE TN (ZERKE), SIA8g B XSelect® CSH™ C,, XP, 2.5 ym, 2.1x100 mm
TR (80%IE M) FN2 mLK. IIAI0O mLZAE, FAAIRS B OE19 8. S 186006103
HINBR AR A Z B S2(CEN) QuECKERS FADisQuE™Eh BRI A 2 420 (BB 14 brig=3rN AN 5L
21 186006813), AAHRS 14 4h. 7E4000 rpm R 25035548, BU mlL BE: 50 °C
LER & LER) BT d-SPE41L, RENHEA: 5 mMERER $R7KA TR
HRENHEB: 5 mMESER SRR ESA R
d-SPE/$#1t STk 0.40 mL/min
B ml BB RERE—R2 mLASd-SPEELE D, BARH150 mgin BE: FIHAE M AT0%EYRENHEB, 785 min A48
FEAN50 mg C KT, I35 14> ¥4, 7212000 RPM T & 10:573 9, BR BEHEINZE7%, 1RHF8 min, 7£8.1 minkS IR EIZ]
0.5 mL#% & AT LC-MS/MS 747 70%. RIFHEFFEHR L0 min.
[EFE R A BRI
S 600000670CV
MSZR 14
MSE i: Xevo® TQ-S
B ER: L35 1E 5 F(ESl+)
ZR
SRR (pob SEHJEIEE % (%RSD) n=5
T (peb) N
REIKE i & BkE BKE &K E
Abamectin 1 10 94(3.6) 88(3.6) 86(14.0) 89(3.7)
Ivermectin 1 10 98(17.7) 85(3.1) 84(5.3) 83(14.8)
Doramectin 10 100 89(4.8) 85(4.2) 101(11.7) 90(5.0)
Epinomectin 10 100 99(2.9) 91(1.5) 94(3.9) 93(3.0)
Moxidectin 10 100 90(4.2) 87(1.8) 100(2.4) 90(5.6)

*. BRI IR PO SEEELCE.

oo 377 5 e Aﬁz o Ot om0 417 S

I
4 @ N‘ de | qe

|
1390
J\

|
|
|
[\ aersen o J\
30 35 40 45 min 35 40 45 50 5.5 min 35 40 45 5.0 min

383392 349 451466500503 511 422
- 0

30 35 40 45mn 35 | 40 | 45 | 50 | 55mn 35 | 40 45  50mn

. or132012, 4z 1) o

i
I

25 30 35 40 45mn 35 40 45 50mn

[E1. MEEAF R am IR fS AOPTAR BT SR LC-MS/MSE TR [, _EERYIE 2 2 10K
SEAOtRE G, TEAVELRFEFAZEN. @NERE HFLEE (O0F
HEE REEE QREx T




fE FQuEChERS A S MRS |04 P RO P e B 32 3¢

||
07132012_028 2: MRMof 1 Channel ES+ 07132012_028 3:MRMof 1 Channel ES+ 07132012_028 5: MRM of 1 Ch LES+
100 3.89 DT\E (A‘;’;:edm) 100 461 DTIE (\‘Z‘r’rfe(tm) 100 4.29 ° c (Dar’;:\eemn)
5.45e3 1.28e4 7.40e4
ES ES ES
®) 444
[ |ee0
: 497
0 PV VA VO LA 0
30 35 40 | 45min 40 | 45 50 55 min 35 40 45 50 min
07132012_019 2: MRM of 1 Channel ES+ 07132012019 3: MRM of 1 Channel ES+ 07132012_019 5: MRM of 1 Channel ES+
IC (Abamectin) TIC (wermectin) TIC (Dramectin)
100 S 100 o6 100 4004
ES ES ES
451
444
. 381401 . UK 406 497 , 429
30 35 | 40  45mn " 40 45 | 50 | 55min 35 40 45  50min
07132012_028 4: MRM of 1 Channel ES+ 07132012_028 1:MRMof 1 Channel ES+
100+ 4.66 TIC Epinomectin) 1001 438 TIC (Moxidecin)
1.76e5 7.03e4
(d) (e)
=] =]
o et
30 35 40 | 45min 35 40 45  50mn
07132012_019 4: MRM of 1 Channel ES+ 07132012019 1: MRM of 1 Channel ES+
1004 TIC Epinomectin) 100+ TIC (Moxidecin)
1.76e5 7.03e4
ES| ES
o 0
30 35 40 ' 45min 35 40 45  50min

E2. MEREHF B IF B APT AR ZLCMS/MSEEE; _EEATEL 2 R KFEIirtER, TERELZ
REEFNZAYE. QFTERE OFLRE OZHNEE d)KEEZE (@) ZE 7 T(d) eprinomectin (e)

moxidectin.

TTEER

XSelect CSH C,, XPE 1%, 2.5 ym, 2.1 x 100 mm 186005275
CEN QuECHERS DisQuEiz 71 5% 186006813
DisQuE 50 mLE V& 186004837
i=oNEl g T ) 600000670CV

SEEE: Kt A %% 720004440EN

©20134E3KHFH/AF). Waters. ACQUITY UPLC. XSelect FIXevo s R4 /A S A E M AIAT . DisQUER SR4H /A S 9 RI#5.

[ss]




B RIh i BB L E (BAYTRIL)

||

BUAhE

1. FA30 mLZEE/ZBR (99:1, viv) 51,5 g3+ Mt 1THR B, FF7E4000
rpm N Bi5 95,

2. BUOmLEER, ATSPEALMEE.
3. S TFHARE R, ERHITSPEZRTAS mLKFREI0 mL_E3E#&; FHAE
RN T HEHRE.

EHEERIE

/NEEL: Qasis® MCX, 6 cc/150 mg

&L/ T
A.3mLFE B. 3 mlK C.3mLZ B2
I
L#¥:
10 mLA¥ &
I
Bk
A3mlL1%Z /28 B.3mLK C. 3 mLFREs

INEEI: Sep-Pak® Accell™ QMA 3 cc/500 mg

&L/
3 mL 5%E AR EE R
1

F§Sep-Pak Accell QMA/NEIZEFEEMCX/NERIH O
MMCX/NAE S B Z Sep-Pak Accell QMA/NiEH,
(6 cco/MERTFTREB)

1
by Al
3 mL(5:95, viv) SR FRESA R
1

EX T 0asis MCX/\FE

1

Bk

3mLZEE

1

R -

3 mLZEER R AR (98:2, viv)
1
ERAFIFEBTI150 uLZFE7KAE 7K (15:85, viv)

HE: DITNNMEIRESE, B R E T SRR MR L.
Eltk, SkB/MEIRSEBR M A T MR EFE

UPLCR ¥

Ao ACQUITY UPLC®

B ACQUITY UPLCBEH C g, 1.7 um, 1 x50 mm

TRIE: 0.12 mL/min

TRENEA: 1% FRBRKB R

R EN1EB: BB

FRRE: B {a)(min) A% B%
0.00 95 5
3.00 50 50
6.50 50 50
1050 95 5
1550 95 5

pEig =N 104L
R 30°C
MSZR 14
MSR &t Waters® Quattro micro™ API
BER: EIREIE BT (ESH)
bxiiny! MRMiE i&
» 3605342
BiEnbE
360—316
i 3325314
TR E
332—288
MRMTTES 4L,
SR

LA bl BT RIS LA AL AV EE R, 1S TR A75%.
IIFRIR L A2 pg/kg A9 YE S MAIE R 912%.

HADE

0>
h. - e h-n!h.__ Jl"_n_

&m a0 L 2] 153 100 % » 00

Y SR PP L, W OO Wi

& 1. h#R(2 ng/kg) FE AL A9 #EEVUPLCO/MS/MSEE HE (] .

TTEEE

Qasis MCX, 6 cc/150 mg, 60 um, 30/& 186000255
Sep-Pak Accell Plus QMA, 3 ¢c/500 mg, 50/& WAT020850
ACQUITY UPLCBEH C,, 1.7 pm, 1 x 50 mm 186002344
ACQUITY UPLCBEHC,, 1.7 pm, 1 x 50 mm, 3/8 176000861
Qsert¥ miff 186001126

SEGE: RFit R AWA43206
©201 1FFR4F /A ). Waters. Oasis. Sep-Pak. ACQUITY UPLCFIUPLCR SRHF /A S AEMBI4R- Quattro microFlAccelli2
A ASNER. RIEMEHRYESaNREENRE.




GpURE. R 2BF. BHERRESN

HablE

MRM HILEBE(V) Gl IS REE (eV)

]. HX]S mL ¢§J’JT¥§:, j][])\6 mLpH4Mc|ivaine é,%)ﬂllﬁ*, \/‘I%ﬁﬁ\;ﬁl:/;jo i%ﬁ% 4615426 21 20
2.8000 rpm &/ 21043 M= 445,410 2 20
SE gy 8 375 Y A E
3B LEER, B 1MNOHBEBEEpHBATETT. P 4795444 >3 o5
- o 5 Nl 1B
Mclivaine £8 413 A BT 1 BHNEE 1455428 >3 18
461000 mL 0.1 moU/L #T45B8 78 i 5625 mL 0.2 mol/LBEER & — $WiB ik
SEA, AR FINaOHSIHCUE ¥ pH{E=4.0£0.05. ©®*He
ERERIE TOTCne 1 on 50,53 4 HEI i b B
(Oasis® MAX 1cc/30mg) b v
Et /i 1 1.8%
Al mLERE B.1 mLK 2 ) FIHE
3 45E
b | 4 BHEE
A LR
A - 3
0.5 mL5% & K I| ‘
| & |
. | ILII‘u Aot L )
w2 Taln T am | om mhu'FJ-:'u LT T "R T R
0.5mL100%FF &
ehi BEFRE.
0.5 mL 45:55Z f&/75 mMEEFZ
T P 20 pg/L FRNIKFE 80 po/L FRINIKF
5 ; ﬁ}zﬁ\;}ﬂ_ HA %’%3 A A 0 \_27 0 0 \_27 0
10,2 um B BIE HEATLOMS/IMS 547 At % =] L2 (%RSD) % 1B B2 (%RSD)
TER 88(8.3) 83(8.6)
&ig%{q: MILE 87(13) 84(3.2)
e SRAFEACQUITY UPLC® R 4t £BF 65(13) 62(4.9)
B ACQUITY UPLCBEH C,, 2.1x50 mm, 1.7 pm, BOER 93(5.2) 88(5.6)
RENRA: 25 MM B R KIE RN RIIR BEK T A9 1 B4R (n=6) -
JREN1EB: 5
IR: 0.4 mL/min
PR (M)« B [E(min) A% B%
0.00 85 15
2.50 50 50
3.50 30 70
3.60 85 15
4.00 85 15
il & 4 .
s SEASHEACQUITY TQDAG T 28 ITBER
HEEN: ESK
QOasis MAX, T cc/30 mg 186000366
ACQUITY UPLCBEHC,, 2.1 x 50 mm, 1.7 pm 186002350
VanGuard Pre-column, ACQUITY UPLCBEHC,
2.1 x5 mm, 1.7 pm, 3 pes/pack ’ 186003375
LO/MS TAIE ¥ S 3R 600000751CV




BRI ERZBISH

HabE

1LAEFR1.0£0.0 g 7K™ &, BMA30mLiE A ERELED.

2. 50 pL TMPD 7& % (1 mg/mL) .

3 IAINFRAERE BB R (FLER MG, TEFLEALRIMG, 0.1 pg/ml) K
MARAR, FHEE10 min.

4. 7 AMclvainesZZ # #& (pH 2.6) / FREZ (50:50v/v) A& 10 mL;
¥ A455s.

5. B/0~5000 rpm, 20 min, }REX LiER, BAREH .

6. ERSRAS, BRRLERET, 1ZIRBUKED ASPE LA (KR

2320 mL) *.

EHERIE

(Oasis® MCX 3 ¢cc/60 mg)

it/ FE
A2 mlL FFE2 B.2mL 7K C.2 mL Mcllvaines Z%H1 7% (pH 2.6)

#¥
IANIRERR*, £920 mL

Bk
A.2ml 0.1 MHCLERML B. 4iKERBR, &XK2.5mL
C.2mL50%FE/K D.3ml ECk, BT

P11
5mL50%ZBRZBEe: 45% FFEE: 5 %K (Wvv)

50°C, mRKRHET

FI50 %Z &/ 7K 2R (100 L)

ZPERYBCH -

Mcllvaines 28 #if (pH 2.6) :

1A RA: 0.1 MITARBR B 7K &4 - 10.5 giri5ER B KL B WA fRTE
500 mL 7K H1,

2. BB 0.2 MBEERE SN K& - 14.2 gREBRE W _K&EWB
fRTES00 mLAKH .

3. FBIA KB 18500 mUARAIEEpH 2.6.

REGH B EC H1 -
250 mL McllvainesZZ H1i#& (pH 2.6) 5250 mLFREZSE 5.

(=R E e
{375 FR45ttAlliance® 2695 R 8, 2487 UK K K5k
Lol
Bk SunFire® C,, 4.6 x 150 mm, 5 ym
BIEPbO, E M/ ME:  4.6x20 mm (PO, : FEE £=3:1), FikEIN
2 MR FENIFIR. B NEEEERIER
51z,
TRENABA: 125 MMZ B 4%, FIZBE1EpH 4.5
TREN1EB: ZHE
TRk : 2 mL/min
BE: A [8] (min) A% B%
0.00 45 55
7.00 10 90
10.00 10 9
&M 4K 619 nm
HHE: 50 L
LMG

.....

ZEILEMCIMCEY &9 EEE. BRTILERFMC) , TBILERSR
(LMG) B EI U R 450 - 80%, BHERIF.

ITIRIER

QOasis MCX 6 cc/150 mg 186000256
SunFire C,g, 4.6 x 150 mm, 5 ym 186002559
SunFire C g, 4.6 x 150 mm, 5 pm fR374E 2 pes/pack 186002684
Sentry Guard Holder WAT046910
EEHE RIR 600000750CV




2.7 pm CORTECS®C, + B IEHFEHPLIR G 53 B 1 sTPER B2 254

BHiY

) FACORTECS®2.7 ym ST/ Uz ik &2 1 A A S HE AR S E TR 25,
7£ Alliance HPLCR %t E T AR R 5 B 18T AR KL & AFEE
THBENRESTE (B29694-2013 &AL LERINE MU R
P I 3FERRA Y SR BONE SERAGISEY 1 (R
9585 5-12-2007 K= @ P EREAYHBENNE RIEEE
B .

SR (6B 29694-2013 R T £ ER A S M & fp 1 3Fh AR
BMEIRBONE SRRBEEER) PHERITNESR.

A N0 T mol/ LB FR B i dml, FA0 CTiREELARBELST
3ml, BEIOMLE/LES, A0 ImoVLEERA R ML ME,
ZE—BLER, BRECKEIALUOHR, BFECKEER—
BOEH, RIEEA30s, 3000rminEi5min, FEECE. BX
RIECE3INESLLE, B ECKh#ZR—BOEYR, REREES
30s, 3000/minES:>5min, HFEECK. MTEREHA.

4k Oasis MCX1E(60mg, 3cc, BB 145 186000254) Kk X Fi AR BZ 2mL AN
0.TmoVLERBR & A 2mUyd 1k, R ARSI AT, f2HRE ImL/min, 4K
R A0 TmoV/ LB B E i 1mLFN50% R EE 2 BB & i 2mUitk it  FS% &K
FEARAmLERL, WEERB&R. T40 CASIKT, fR0.Tmol/LEh

RE: FRBURFFE5gTE0mLB L EH, MZERZEE20mL, RSN BB R1 OmLA B FY, RIRSIE, HHPLONE.

2min, 40007/minZ:(x5min, EX_E7ERT100mL8 R, FRE R0

ZBZBR20mL, EERI—RK, AHFFREREK.
FS am EILAW BN {REHFIE] UPSH B/
1 HR_RERERE sulfisomidine SIM 1.84
2 T pR B Sulfacetamid SAA 2.88 13.6
3 AR e Sulfadiazine SD 3.18 3.2
4 i idVd Sulfapyridine SPD 3.56 38
5 TR FRIEIE Sulfamerazine SMR 415 5.4
6 Tk PR e Sulfamoxole SMO 4.61 4.0
7 TR R E MR Sulfamethazine SDM 5.10 4.2
8 TR A AR Sulfamethoxpyridazine SMP 5.82 5.9
9 T fR-6- R E I Sulfamonomethoxine SMM 7 15.4
10 R Sk R Sulfachloropyridazine SCP 8.44 49
11 T8 A PR R e Sulfamethoxazole SMz 9.88 10.7
12 R P R Sulfafurazole/ SFz 10.89 83

Sulfisoxazole
12.1

13 B iR i Sulfabenzamide SBA 12.26
14 BRIt Sulfaclozine GMP 12.51 2.3
15 T R I I Sulfaquinoxaline SQX 12.77 2.5
16 T AR N Sulfaphenazole SPA 12.96 1.9
17 T i — R I IE (MARR) Sulfadimethoxine SoT 13.23 2.7
18 g TSIERIS Sulfanitran SAN 14.88 22.0

R A/\FHFEIZELTY




2.7 pm CORTECS®C, +EIEHFEHPLIR G5 B 1 sTPER R SE 254

|
285
Alliance HPLCRSE EHHERAHR =it E
LC R %: Alliance e2695AE2489% S & T 8% SM 1.0000 ¥=505e+001 X+ 5.64e+000
B CORTECS C,+, 2.7ym, 4.6 x 150 mm SAA 10000 ¥=313e+00TX- 7.63¢+000
KgAK 270 nm SD 0.9999 Y =5.16e+001 X - 2.50e+001
o 10, SPD 1.0000 Y = 4.15¢+001 X- 4.11e+001
K58 35°C SMR 1.0000 Y =4.04e+001 X - 1.24e+001
- A: 0.1% F KR SMO 1.0000 Y =4.83e+001 X - 2.44e+001
5. 7. J SDM 09997 Y = 6.54e+001 X+ 9.39¢+001
—— SMP 09997 Y = 312e+001 X + 7.93¢+001
Time Flow %A %B Curve SMM 0.9998 Y =3.36e+001 X - 6.46e+001
min)  (mUmi) SCP 1.0000 Y = 3.79¢+001 X - 3.48e+001
0 1 85 15 sMz 0.9999 Y =3.91e+001 X + 1.07e+001
15 1 85 15 6 SFZ 0.9997 Y = 2.82¢+001 X - 4.05¢+00]1
65 : 80 20 6 SBA 0.9996 Y = 367e+001 X - 5.24e+000
125 1 64 36 6 GMP 09997 Y = 3.43e+001 X- 4.28¢+001
13.0 1 20 80 6 SQX 0.9998 Y =3.17e+001 X - 2.06e+001
50 1 0 % 6 SPA 0.9994 Y = 3.47e+001 X+ 9.22¢+000
25 1 85 15 1 SOT 0.9999 Y =4.64e+001 X+ 1.68e+001
et BRI R R Z K (9010) %R AL 1o0%0 Y= 4800001 X- 3924001
TEB R Z BBk (10:90) & & w2 WA E DAL
perorey B EER
" g SEERRERTE0. 508100 pg/kg R INEI R B HRER,
BEIE FET0%-110% 2 18], 16 FBOasis MCXPA B AT #E FTRE LR, JEPORE

CORTECS®2.7 pm32/ O % BAL 8 345 5 Alliance HPLCR R & B, &
G570 15min AN B 1 8FPRERE K AW (D BEAT1.9) .

AR LR IR, BALERRTIL

B ARINREE 10ng/g FRINIRBE 50ng/g IR

100ng/g

. SIM 95.2% 79.2% 71.2%

i SAA 104.2% 66.2% 78.4%

_ ) D 84.9% 78.3% 78.7%
AT LT I ' s SPD 107.0% 106.3% 69.8%
||| | | G ci G t|[!| SMR 87.8% 111.5% 73.7%

| 0 Y Mo 87.0% 81.9% 68.9%

@7 Te w0 TG R SDM 96.9% 96.7% 73.7%

SMP 96.1% 110.5% 72.9%

HPLCA B 187 AR K 5 I B B 1 SMM 106.3% 98.2% 75.0%
Scp 84.7% 91.6% 72.5%

sMz 109.3% 86.3% 73.9%

SFZ 113.7% 91.3% 85.6%

SBA 110.1% 96.4% 70.4%

GMP 89.5% 88.3% 71.2%

SOX 90.0% 98.3% 68.4%

SPA 89.8% 96.6% 68.5%

ST 104.4% 94.2% 70.7%

SAN 108.6% 100.7% 80.6%

R EABABRE=NFIDREFBIREER,




2.7 pm CORTECS®C, + B IEHFEHPLIR G 53 B 1 sTPER B2 254

i

CORTECS®2.7 ymSH M BRI B I HE T L T RABHPLCR G (B ERSHE
E43300psi), HEH4 B MR 5mingh o] 5 B 1 8Fhak iR K 25

M. AITERESTEEE K AR (GB 29694-2013) MR W #9585/

122007 SRR LN ESY, BRNRENTHER_FER

WENE. FEEREMEE. WARREE. BEREMK. 5 EREAMRER

tb, AN AERIBEIERN SR 8 EAS0mindE 2 ZE 25min, AKXT5
EBARATARE, THRSIEEMTIENE. 18MBERE LGN
TRUABIELE N B (D EEHATIL K, BRNBETER

W EF9585 /A 4-12-2007 R AN BB — FEMENFEEFRE
MAER, REEBREMARANGEAL-6-FFEMIE. B A B Oasis MOXFHE F

HEARMECEMEESEFERSREENRK, EiTINEE

ET2NRRY, SAEANRERECE NN,

TTE8

QOasis MCX 3CC/60 mg
Cortecs C g+, 4.6 x 150, 2.7 ym

186000254
186007408



SN EBER. NRRFEEAESY

BIAhEE @R
B3 mMLZ SR BT (1 ml) GR35 1960 BOEER, KE L5E :
K. FEASCHIAA, AEMNES S BRIURGRIUR) R
FAF ML T RS BEHERE BENRBHRIREY) . RIS 2
FI3 mL pH 53R AR 25 /EDTAZE B R B A BHATL . B0 RER FFIR
£ FERGRIUR?, 2 BRI A S (AR 251)) . 5
BB SR FHIREUR RS, MIKEEREAI0 mL. SAIEHEA
Oasis® HLB/ME AN IR R & R AYIRBUR -

1. 58B%
] 2. I P Ak
ERZERTTE 3 ST
QOasis HLB 1 ¢c/30 mg
ARSI

1 mL B2, 1 mLK

.
REMBAINESE &wNWMAMRAvaJNMN
1 - ; ; - ; ; ‘ - - - : -

& 28 3 32 34 36 38 4 42 44min
0.5 mL 5% FEE/7K
1 100 ppb0#R4473.
e
660 mMEEBRA960:40F E2/7K L& MRMif & Gl ==
TE= 461426 78
LCR 14 mEFE 4455410 69
pay ° .
et ACQUITY UPLC® BEH Shield RP18, . 1795444 -
1.7 ym, 2.1 x 100 mm R 251302 -
R0
TR 4 mL/min £ -
72 1€ 41

5ﬁ£}]*EA O-I%Eﬁgﬁ7j<;§ﬂ§ ﬁﬁﬂi{uﬁuﬁ: 256—)92 87
SREIHEB: ZhE BEBRIELE 250—92 66
R At &) (min) A% B% AR R R 26592 95
gl 85 15 TR — T 27992 90
2.00 60 40 R A 2815592 70
2:30 40 60 RS BAR 28592 85
300 0 90 i i B R e 254592 97

450 10 90 i -
460 85 15 BB BRI 311592 83
5.50 85 15 EB%G 3355160 93
FETE IR 402—160 83
ST 436—160 96

MRM75 52 B 1B R 49

TTBER

Oasis HLB, 1cc/30mg, 100/E WAT094225
ACQUITY UPLC BEH Shield RP18, 1.7 um, 2.1x 100 mm 186002854
LCMSTAIERE @i 600000751CV

©20114R4FHE /A 5. Waters. OasisFIACQUITY UPLCZ R4 /A S A9 BT #5.







K Fl0asis® PRIME HLBIEIZ XL K. LUMS/MSHEMEEDEH RSP S TREGHE B

QUECHERS#RHX :

EREERR: FREU0 g RMBSEKRERZES0 mLEOEH, Fh0
N BErEE%. IMAI0 mLZEE, BFIREFESR] min. RENA
QUEChERSIZ B £ 6(2R14-S186006813), AAF A HIRIEELE min. 7E
3200 rcf N &5 min, L& #& 1% 0asis PRIME HLB/# 1k

YRR S FRER2 gt AR A S 50 mLE OVEH, HIIA
TR B EH. IIAI0 mLKAN0 mLZ SRS, BFIRIEFEMS] min.
SR & H\QUEChERSIZ B EL £3(2B14-5186006813), FEA NIRIERLE]
min. 3200 rcf N &5 min, 35 & {5 0asis PRIME HLB4 1k .

SPE/${t :

#Oasis PRIME HLB/MT R 4L B TR/ SIS MRS E MR E FSiEE—
RMESBEEER. TRRTINMERNSE. B (REHAE
ERHEFR LR EIR _E R E 381 OasisPRIMEHLBH UL £ & ZBiE -
MIERFRIRE00 pLF SRR, SA/5N400 pLaK ##E S FAFUPLC-MS/
MSHHT(EEMNKERNERTEEERT A EEREARMEESR,
RIG_EANSMA)-

Van®! Plus®Y

SPE#FZKAE!  3cc150mg  6cc500mg  Light 100 mg  Short 335 mg
EBHS 186008717 186008718 186008886 186008887
LR 2ml 6 mL 1.5mL 4ml

2 1. FEIHHEPRIME HLBHE B Y - FEAAR.

4
UPLCSR 14
LC R & ACQUITY UPLC I-Class(FTN)
B ACQUITY UPLC HSS T3, 1.8 um, 2.1 mm x 100 mm
(EB4S: 186003539)
TBNAR: A: 10 mM Z B $%+ 0.05% FRER KA &
B: 10 mM Z B2 $%+0.05% B Y R B3
HELHRER:
B8] (min) 753 (mL/min)
s 0.45 98 2 6
0.25 0.45 98 2 6
12.25 0.45 1 99 6
13.00 0.45 1 99 6
13.01 0.45 98 2 6
17.00 0.45 98 2 6

BERERTR:
FE-H
FLENRANNE &

EIE R R

BEERR:

MSZR {4
BN
BFE:
BTRAE:
AR SRE:
BB FSUREE:
HILRRIE:
BIEEERS:

m

R SRIE AYUPLC/MSMS 73 3%, 181 458 FWaters Quanpedia#X & EE 2 <7,
QuanpediaZE o] | B 51 £ A SR AR EIB R E 7 AMSF %) HAH
FEUPLCH R MEBL BT R(EEHE). SMULESWERFIT

BT

5uL
45°C

FEZ/7K(90: 10)8 &
REE//K(10: 90)&K

Waters Xevo TQ-XS
ESl+/-

150°C

500 °C

1000 L/Hr
50L/Hr
MassLynx® v4.1




K F0asis® PRIME HLBIBIE L AKX, LoMs/MS T iETIEshE R B S SRR 57 E

ARSI LB T I 22 Oasis PRIME HLB/NT AR LR, TWEI. M
B _E PIRR®] . Oasis PRIME HLBE] I 302 B A sm 1 B R KBB4 9t
FENMEZS T EE. Oasis PRIME HLB/\E5QuEChERS L 2R AY
AR T3 LR A 30 E i F0asis PRIME HLB/NFE IR 33 B 35t 2 B QUECh-
ERSE SEIRBV RN 4R E .

ik ik it AR MRE HER RE L
L+ L L] LR wd &5 mE L& W

R H

[&]1. Oasis PRIME HLB% 14 B /5 X EL & .

AL EL 7 QUEChERS 41k 77 3 Fl0asis PRIME HLBX - 25 [E1I R A9 5%
M. QuEChers &L EMICBEERTHMFE RN LR, LHECCMSSH
i A5E. = FHQUEChERSIRER e fE FA250 mg GCBIEARI Y 74 8%
FANEBRETNER, ATMSEMAETELEBRIBMELEER. T
Oasis PRIME HLBTEIA B A A9 74 b 2 SR AT XX LR 25 A9 BB R M 1R
1)\ ER2ELE T Oasis PRIME HLBFI50 mg GCB/mL 3T 25 R Y #4018

[E12. Oasis PRIME HLB5 £ Z F50 mg GCB % 1L 75 4 31 8 25 B R A 3T EE

RFEN=FEYR RS, 3. BE) WA YRS

(M. &) HITHRMEER. KR PHT=MREAFINRE, &

ANAIR B =17, FHIEIRERKRSDER TR, E3E. BT
FERERTE0 ng/g(PIENRE)ARINIRET, ERELEL.2% - 122.1%
2 [8], RSD<30%. BAFIEERE R TE20 ng/g(HREIR E)RRINRE T,
Bl R AE58.3% - 134.4% = [, RSD<23%.

AN FAEEF R AIMFE EATSANSEREBFERL, 7£0.2
ng/L- 10 ug/SEE Z AR F RIFHL M AR, HXFEER? > 0.99,

Oasis PRIME HLBZMY B I LR E RPN T AR, MEDEE RS
P ZERTEREEE, SIREE RSP, BIESE XAER
N LR FEEWRARSMNEILE, SR, RENE
EY BRI R SR 55X,

KRR, EYRM R MRIES. SMFEFIFETE0 ng/gfYRINRE T90%
_ER R ZAEIUERTE60 - 120% 2 8); sh¥iRE R amSEFISA 720
ng/gRIARNNIR B TN FH985% AR Z5 EILERTET0 - 110% 8.

TR T 1% B A9SPESQuEChers X3 5% 97514 Oasis PRIME HLBEE AN /5 1E. &
& APTUSEE.

1. 48 FOasis PRIME HLB/ )\ HRUER A 350 2 BRQUECKERS SR SE4R BR4 R Y
MHERER, watersE AR fE#R, 720005994ZH, 2017

TTEER

Oasis PRIME HLB 3CC /150 mg 186008717
Oasis PRiME HLB 6CC /500 mg 186008718
Oasis PRIME HLB Light 100 mg 186008886
Oasis PRIME HLB Short 335 mg 186008887
ACQUITY UPLCHSS T3, 2.1 x 100, 1.8 ym 186003539




%1 A Dasis PRIME HLB/MEE IR IEE B 33t /21t /= BB BA B R A S 54 S J5 3 {TAPGC-MS/MS 53 4T

HablE

AOAC QUEChERS1R B

BRTEANIEIE 8RS, FA1EBTAOAC QUEChERS 7%, KitmE
M5 g DE5 g FRERS gRESRANAS0 mLE: OB (T T hAREER, fn
N B TR INARAR AR K). IS mLKFA15 mL 99:1 235/ 2 BR. i
WEE30s, ABFARF2 min. I1AQUEChERSER(FBTAOACHIDIsQUETR
G, IS 186006812). AFANIREE OE] min, R/F£92500
refBOT R B0 mine BR—E04 EiE R (TR L B)# %1k,
WITRSPEAL:

45 0asis PRIME HLB/\HE(3 cc, 60 mg, 2B14S 186008056) REEFIHE#
BEE . EBARMKESE(ZI2 in7k1E). BX0.4 mLAYQUEChERS L7&
R, EHBSNEERRH R REWER S, BL0.6 mLAIQUEChERS £
TER, EHEBIMEFIRETRR. EATZRH, 4200 LI ERIA91RER
TS EQsertBE IR, HIEHETAPCC-MSHMT. 3, TTEL—ER4 UK
£RRBY, BT HEBRTRER, BT RCCHEE.

a8

GC&

GCHREZ: Agilent 7890

Bt Restek Rxi-5 ms,30 m x 0.25 mm x 0.25 m

TR: 1.0 mL/min& =S

HRHATR: 1 pL(o R EEBIA15:0)

FHREF: 145480 *CIRFF0.5 min, SR/F 112 °C/minf93E B F+
Z320 °CHFAR#F8 min

MSZ 14

gL Xevo TQ-S

BTR: APl+(BB T FH AR R)

SR 2.8 A

BETREE 150°C

BRLBE: 450°C

HALSTRE: 170 L/Hr

HEISERE 250 L/Hr

B2 SRR IE: 0.15 mL/min(B&X)

e S 4.0 bar

BiREE: MassLynx 4.1k

HEMHSETITRIF.

e MRM HILBE fiiERER
v) ev) (min)
WAEEE  403.0-344.2 20 12 209
403.05329.1 20 32
MEREEE  410.95312.2 20 20 16.1
410.9>340.2 20 10
BHEE 26591700 20 27 12.0
265.9>230.9 20 27
SEHHB 163151270 20 10 19.3
163.1>127.0 20 10
EMER  449.05181.2 20 20 17.8
FHBE 449051973 20 14
BB 225152101 20 20 139
225.1593.1 20 32
R 184.9>93.0 20 20 6.1
220.9>109.0 20 15
RE%E  349.1>265.2 20 10 17.1
349.15210.2 20 20
RHERE  248.05127.1 20 25 149
248.0>182.1 20 20
KEF  259.9-130.0 20 13 14.3
294.9>259.9 20 10
DR 17315127 20 6 13.2
173.1>99.0 20 10
RER  206.1>132.1 20 20 12.8
206.1>162.1 20 8
ZE&E  361.0>300.1 20 10 15.1
g 361.05252.2 20 30
Z&X 183151530 20 15 18.6
45 183.1>168.0 20 15
Mt P 136.1>78.0 20 20 176
136.1>96.0 20 20
mImiE  201.15173.1 20 10 11.2
201.15186.1 20 8

1. APMC-MSTL & I RIMRMIE 1E(#T R BB S E—3)). NS BN E
IR REBATEIRT). (“RAFEMZHENUEY: REEEREHFY
THTER. )




¥ FDasis PRIME HLB/MEIRIE B 353 /54t = BB BA B BT A9 S 5LHE &[5 i3 {TAPGC-MS/MS 43 4T

ZR 571t

AOAC QUECHERSFZER

PERISPES (L5 | R2 A9 B R 2K 5 ¥14A QUEChERSHR B 5 | A2 A9 B LR 4R
RETHEEM. B, EFTEASPERU SRR 2 81, FATFET X
REIQUEChERS 7T R X B AR L & HIMIEIER . BRIKEFH(70%). A Zis
(65%) FLAEE(75%) 2 50, HEFH LA DINFRRE 440 ng/g)FIEIK
KPR F80%.

OASIS PRIME HLB#4: 1k

3 I % R BIQUEChERS T R A B BRI MBS R = A A T 2 SPE/E LAY
EUER(LEN). EETR, ZERBH S AINFRI pg/kgF140 pg/kg
(peb)IEAR LAY, RERARITHKSPES LT RLIE. EEMLED
BN RS SPES b 2 B INtRAMIAERE = AR R ITE . SR %
BB, ZiBEE AU ARLIENERT, REREFH(—FALTIREBpH
RRRERPR) BRI Kk A T20%. NE2FT7R, Oasis PRIME HLB/\
AL TR A R T #25IQUEChERSIR B Fh95% I _EFIBERS. Itboh,
LT RIEERRT 0% M LR R FIALI80%AAES. RALLF
RABRENIERITEMR S, B IRSBEFTESNEBN
BIUH B A% G5 BRSPE (dSPE) 4 1L AB .

M9 ppb GC

W 40 ppb GC

1. SPEEBIEIL R 5 R,

100f n
] R ‘“\
0 T T T T T T T ‘ﬁ}‘m‘\L“ [ I I
100 1.00 2.00 3.00 4.00 5.00 6.00 Time
* Oasis PRIME HLB £BT95%L_kHIREAS
] =214 Y4
0~

T T T
1.00 2.00 3.00 4.00 5.00 6.00

[E12. 3R FOasis PRiME HLB?$: & 77 58 ] B 3 2B~ 85 ZLQuEChERS 1R BR ) £

.

APGC-MS/MS

5 &5 F RS U (E-MS)HEEL, APGCHE FIRYAPIER B2 —Fh 4"
BEA, BERIEATREMS, XA R BB AR BERNER,
BERURKESS TEFRTHERHEEDNNTER, EBRR T—1M)
F, LR T B E A E S EEHAPLAIELBUE AL TTINER, SERtEE
tb, APREEIR S FEFHERERE(M/z 449). TEAMZH, Bil@T
FUFAAMRMIEIE SR E S E mm BRI R). XAMREHZ
m/z 44909 FEETF RS =AY, tNR{EFBEI-MS, KAk GX B
B, E4FTRAZRING ng/gi 3 R FUA B B Y S5 3L S 2 QUEChERSTR BR
F0asis PRIMEHLB# 1L = f&, SR FBAPGC-MS/MSTE RS HEBEH
RS AANEIEE. EAMES, FEBERLEYESE TN
1Fng/g (ppb)ZKFEAIAE TUBR

100 | 181 100

141

29
161 2
9
25 310 495430
‘252255262‘ T Auq Nk
' e A

mi:

77
51 l
90g; 1%
i |A M“\ S 349 404 41?9 0 55 Ll
|

50 140 2:‘30 3%0 4%0‘ 50 100 150 200 250 300 350 400 450
El& B (NISTEE) APGCit &

3. R AR LB, BB E(E) LB EETD 5
F, MIAPI+EE(H)Fm/244900 7 FEFHFEERS:

o




%1 A Dasis PRIME HLB/MEE IR IEE B 33t /21t /= BB BA B R A S 54 S J5 3 {TAPGC-MS/MS 53 4T

LC_05april2016_05 16: 2iBIEAPI+AIMRM gﬁiﬁ
100~ 17.85 449>197.3(B Y AMBIHE)
1760 3:90e TEHFTAPGC-MS/MSIIMT Z A, SRR R EUQUEChERS 7T R o] A AR ER #5
BURERHHIR 25, Oasis PRIME HLBIB 13 2% 1L BT B 30 X BRQUEChERSHR BR
* IR OBERAFOBEAS. Oasis PRIME HLB/ MRS (LA RFNEI R 5% BY
IS 9 BISPEAR . ZEAPGC-MS/MSIET iz FTAYXevo TQ-SIHE (Y
B B S THHNE SR Eppb kPR
1700 1720 17.40  17.60  17.80 = 1800 1820 = 1840 1860  18.80
LC_05april2016_05 16: 2iBIEAPI+KIMRM
100 e a40>181 2B RMARHE)
e || 3.20e4
i I
|
" I [
|
I I
||
1700 | 1720 | 1740 17‘.60‘ ' /175 Teee 180 a0 1860 | ieso

[E14. APGC-MS/MSE &, B7R 7 HNHRTE %19 ng/g (ppb)BIES R B IS
BREEAF BRI, MRMIBIE BT m/z 4494095 F B F R 15,

iT ljl\q 1%- 'E\

DisQuER BR #: 3 (AOAC) 186006812
Oasis PRIME HLB 3CC/60mg 186008056




fiE FADisQuE/R{t FXevo TO-SEETTEHR P ST RATZEIHE S

HRaiAbE
13 FWaters® DisQuE Kit & R 5L D el AL 3B 75 X R AL it T34k,
H&Llﬁ)&o

Edg ]
HRORE, BBI5IRERAZ0mBOES, EBOETMA

15mLI%ZBRZIE, MARER, THE/0E 1 min, £XTF1500 rcf 8 iE
TE/ mino

Mt

B2 ml EBERERDE2, T3%30s, FEAT1500 rcf 53R T Bl
min, LC/MC/MS 24 iRshil, BBRRBURHEFNED .

ACQUITY UPLC I-Class B B3R H B i 9 B R4

B ACQUITY UPLC®BEHC,, 2.1 x 100 mm, 1.7 ym
TENTE A: iz

zhiE B: 5 MMZBR $R7KA R
R 40°C

IR 3L

E{THE: 12 min
Btk & {4

R Xevo TQ-S
BEER: ESl+

BB E: 3.0kv
BRAFSRE: 500°C
BFRRE: 150 °C

B a7 =R R: 1000 L/hr
RETE: MRMR 5% i &5
ZR

ANSEBS 5 FADisQuE Kit BTAMIR T 3%, FF FlXevo TQ-SHY & RIX & 77 7%
FE, Z5AACQUITY UPLC ICLASSEB S 3R B N B R AN AR X
FRA9THR AT BT T REFE D M. HHXevo TQ SE‘]PICS(?%%
WINERRBIEREIIRE, EREIEMRIZMRMIE 8 & i r9F i

BEHFEFABBIEE, BHRAPICHIERE ﬁTargetLgnxTMEEPh-
APICsHEL Bk BT AS, XPAMAERETEMTIA.

& BEEX &%

Z BB + UL %R +
e B2 Bk + s

6K + R e +
6 KN + ek +
K, + Mtk R msk +
PRI = + FEIR +
BA%IR + TKBERFR B +
B + REZTH +
ZER + Dhwme +
TEE + FA R +
RETEHE + REH, +
R &R - AURRE +
HER + XT3 +
E 34 + FRE X TR +
ek + FRRERE +
Tk k) + KRR +
R e + T RRwi e +
REHIE + SERRRE +
- + BEH +
BB + FOREE +
i 2R AN + Ik 45 R +
B B R - W B +
KRR + =Y +
RIS Rk + =17 +
RE%kE +

[E1. &R b P I3 ERLHIPCIs 5 BE A7 BB L EC 4%

K1 AR AT BT,

TEER

DisQuE ﬁ’éﬁ*ﬁﬁﬁiiﬁ%ﬂ%
GOmMLELE: 1592858, 6 giBREE
2mlEE: 150 mgFRBREE. 50 mgPSA)

ACQUITY UPLCBEHC ; 1.7 pm, 2.1 x100 mm
VanGuard Pre-column, ACQUITY UPLCBEH C ,,
2.1 x5 mm, 1.7 um, 3 pcs/pack

LC/MS IAIE A IR

176001676

186002352

186003975

600000751CV



RFKRPRGESTZES

]
HabE ZR
1. ¥520 g KK RERKFE, A0 mLZ FBIREL. A IR EEIK Fpglg B 22K %
2. 1 RIREY, WERRRFRZEEAZZE100mL. g 0] 102.0
3. B0 Ml B R RYIRBUR, ANA10 gL $RF120 mL 0.5 MASBEER £8 B 01 1117
ZHBEEHT) . (RAaRE 0.1 107.6
4. Ix¥%, AEBREBEEREDE, WEZEE, MATKERE N R 01 1395
TR R 0l 1045
5. FE{RT40 CHMETHEERRBRIE, AREBERA2mL 3108 SEy 01 106.0
ZEB/RRREBFNERE. IR ch 01 108.2
BE4E =BT e SREEERR 0.1 104.4
fRE B 0.1 108.7
Sep-Pak® Vac A 2L & [ FE/NE g oh i 0.1 1015
6 cc/500 mg/500 mg EW 0] 1083
A 7 ) 0.1 110.1
10mL 3 (A Z BB/ R, ERIERETE — PR 0.1 101.0
TEHE 0.1 108.7
i - e 0.1 112.6
e miREBUERHEREIS L, RERALEIT (W RNZERERREESA bR R K 0.1 86.7
TR RRBAN AR, BRmTR & Py 0] 1005
B Nt o mik 0.1 111.8
20 ml3: ()RS Z B/ SR AR, FRBI558 2 mUmin B R 0. 121.2
RFREE 0.1 106.2
WE EHSBMERSBORERIFRS, 40 CRGTREAEE, BB 0.1 99,5
REE1 ol MAIONLFEE, BFREEIml MAS LA, BREE e 0 056
F; F4ml PESEMEE, ATFLOMSIMSH e — ol 1033
. BITA3 0.1 1145
BERE , BITAM 0l 101.2
T;(%i . &%ﬂi‘@Alhance 2695% 4% B— ol 1159
‘t?afl‘i. XBridge 'Cls, 2.1 x 150 mm, 3.5 ym ZHR 01 1038
R 0.2 mL/min —
T SUEGR 0.1 85.1
757488 FE R B 0.1 108.0
EREC  100mM ZEKER R 01 1022
BEEE: B 8 (i) % B% (% TR 0.1 27
0.00 80 15 5 TEEES 0.1 1453
1.00 55 40 5 FE ML 0.1 106.0
3.50 55 40 5 NEE o Ik 0.1 109.2
6.00 45 50 5 % dh s 0.1 108.3
8.00 40 5 5 + =M 0.1 94.6
17.50 0 % 5 REm 0.1 1133
30.00 80 15 5
47.00 80 15 5 g — R B IKFEFAT TS
iz 3 CEATE ITES
aE: 40°C
it g Sep-Pak Vac A 2L R B/ FE/ME, 6, 500 mg/500 mg 186003369
1y 88: SK A5t Quattro Premier™ XE XBridge C g, 2.1‘x }50 mm, 3.5 ym 186003023
SRR BHBERT ESH S RALN (R et T R R e
LC/GC IATIERE SR 186000307C




{88 FH QuEChERS-UPLU/MS/MS T 224 LB b B 2 R 5%

||
&
7 FAQUECHERSIX o 8] 88 49 ZE B4 AR A _E UPLC/MS/MS 43 4T A 7K SR A A
FIRAERMBILERTHRE. XA XEET RN MBS
FEMBITE K.
E- 0k 0
1.3815 g2 B0 AIFE R AN ZI50 mL DisQUEMHEER B, BEHhEE
1.5 g BEER $HFN6 ofRBR 55 -
2. A5 mL1% A BEER 2 BB
3. INNFE SR AN IR BT B A FR Y
4 PRI $hSRFEE 0 (51500 ref) 143§
5. 3250 uLAY ZEBUR EE 522 mlL DisQUEZEERE i, &P EE50mg
PSAFN15 mgfik R
6. RFE30FD AT B> 1500 rcf)1 43§
7. %250 (LA FEBUR # 75 5] B s R R
8. MAZFEEEH R IFY)
9. INNE H ME B RABTIFR
LC &
LCHR G Waters® ACQUITY UPLC® System
@i ACQUITY UPLCBEHC,, 2.1 x50 mm, 1.7 pm
FIB: 40°C
HEEE: 4°C
TIR: 0.7 mL/min
TRENTEA: 7K+0.1% FER
TR ANEB: FREE+0.1% P B
BHE: B jE (min) A% B%
0.00 99 1
5.00 1 99
6.00 1 99
6.10 99 1
8.00 99 1
Rizf7R(a): 85r¢h

AR 50 uL, IR
MSE 4
MSZR %t: Waters Xevo® TQ MS
BF s IEEF (ESk)

Z RN KN

2R
]
l-\ ] |
ﬁ| | (
by |
l bl |
i JF b r&llé '] |
| . K y |
O L
il | EE RS
“F‘FF REZR N BfE E  EHEEEEV)
B
5 (s) (V)
Omethoate 214183 12
1 097 —————— 0.08 6 —X
fHERER 214-155 15
oxydemeton-S- 247~-169 14
2 methyl 135, ——— 0.04 18 —
TR B 247109 18
Demeton-S- 263- 169 16
3 methylsulfone  1.39 0.04 20
TR 263-121 16
Dimethoate 230-125 20
4 179 ————— 0.1 12
KR 230-171 14
Fensulfothion- 293-237 18
5 oxon 232 — 0.04 22
FRBES 293 - 265 13
Fensulfo{?ion— 309- 253 15
oxon-sulfone
6 =2 2.39 0.04 19
{YER 309-175 25
Demeton-S- 23189 12
7 methyl 2.63 0.1 12
FRE AR 231-61 22
Disulfoton 291-185 13
8 sulfoxide 2.93 0.04 15
ZHBTH 291-97 32
Disulfoton 307-97 28
9 sulfone 2.98 0.02 %6 —
RN 307-115 23
FensulfothionZ= 309281 14
10 31— 002 Ay =
£ 309~ 157 24
Xevo TQ MS MRMZT 35541




{8 FHQUEChERS-UPLL/MS/MS ST 241 LB R B 2 R

ELEF
Fensulfothion 325-269 15
11 sulfone 317 — 002 19
FRBHEW 325-297 11
321171 11
terbufos sulfone
12 e 33 ——— 003 19
R TH 321-115 28
terbufos 305187 11
13 sulfoxide 332 —— 003 10
BT EETM 305131 27
Ethoprophos 243-131 19
14 i 368 ———— 0.1 18 ————
R 243-173 14
Disulfoton 275-89 10
15 - 403 ———— 008 4 —
ZHEE 275-61 32
Cadusafos
o 271-159 14
TRk Bk
16 e 4.09 0.02 16
(RE&EB. =
Terbufos 289-103 9
17 N 428 ——— 0. 12
wTmE 2 g9-233 000 5
Xevo TQ MS MRMJT 3655

ITEER

DisQuEES /R 73 BURE & 1 & 7= & (100 pes/pack) 176001676
ACQUITY UPLCBEH C,; 1.7 pm, 2.1x50 mm 186002350
LC/MS TATERE & 3R 600000751CV




RHPYRGZIXBOIT: EQEChERSHEZERGMILFLFETE, HITUPLC-MS/MSFOGL-MS/MSH T

HablE

m QUEChERSZEER

$62 g FEITFI10 mLKAIAS0 mLELVE R, 298, B30 4. RJE
NI mLZ BB, &, IRIE10%, BRMHRF 154, SAEIIADsQUE
X7, $=EBCEN QUEChERS T35 ZE R, ZE 5% 14 %, 14000 RPM(FEXT
Bi0A13250 BRSO, RERE g, B EEREITSPES
k.

m dSPES{LFILC-MSHMT TRt/ iR 25

481 mL QUEChERSZEBX& & F2 ml DisQuE dSPEX4 1L & (150 mg MgS04/25
mg PSA/25 mg C18, ZBf4-S186004832), MIAT mgf Bk (GCB), iR
0%, RIEIRH 1940, 12000 RPM (BT EL:113400 o)L KR
4575, ISR EER. BR200 L EERINALCMSIMERIH&IRH, A5
5 FALC-MSHYRENMBARREET mLs

m Carbon/PSAFIGC-MS AR M/ FR MR 25

10 mLAE/ B (3:1) 51 mL QUEChERSZEB R . SR /545 Sep-Pak
PSA/carbonZEBAF REFIATEREE b, FRFINEE. K200 mgk
7KMgSO4MNEIZEBAE AR A9_E 2B, 1k£ EpH B BURE T FE BT FF IR
EERUR, RIEEA2 mLRER/REG)EBAR TR, U Ex
B, SRIESRINERRAIE. ETE0S mLAT, REMA2 mLF
KEETZE0S5 mL.

m Oasis MAXFILC-MSH R ER M4 25

FH2 mL/K# R mL QUEChERSZEER i, #RJ5 5 FH2% R 7K R (247) 1apH
187.5-8.5. a)0asis MAXZEEUE(3cc, 60 mg)AIAT mLEFEZFNT mLoK, fHE
RITEERAE. $6 7125 AIQUEChERSZE B 143 mL/4> A3 iR @i 2 BY
. B mL1%E KSR mLRERX R HTHE. MBREE,
{8 FA3 mlL 93:5:2 A0 R EL A T Bk /RS / FRER R B S AL AR B RIE
FIa{E A3 5048(80:20 A/B)E &,

UPLCE 44

E ACQUITY UPLC I-Class

Bl ACQUITY UPLCBEHC,,1.7 ym, 2.1 100 mm
AR 5uL

R 45°C

RENAEA: 10 mMESER $27K 7B & (pHIEH5.0)

R EAEB: 10 MMEEFR $% B IA R

TR 0.45 mL/min

BEEL: W65 AT H10%E9 R 5HAEB R $50.25 min, F

12.25 minBF IX & AR EIEANE99%, RIFE
13.0 min, Z/13.1 minASFEE10%, RIFFEFFE
RZHEZE]T min

UPLCEIMSER 14

ER Waters® Xevo TQ-S
BrE: ESl+, ESI-
ERERE: 3.0kv

TREE [E: 30V

TR 150 °C
HILSRE: 150 L/h

AT SEE: 500 °C

BEARI SR 1000 L/h
RBSREES): 0.18 mL/min

F1FIE T AFF AR FARILC-MS/MSH#EFL FIREE S £UA R MRMIB & .

GCoR 1

=5 Agilent 7890

B JEWDB%MS30m 0.25mm 0.25 pm
HEEHETR: 2pL, IR

i 2.0 ml/minBS(BEESR)

BEFHER: 80 CHYMIHAIR ERTF0.5 min, ZA/FR12 “C/min
B9 EFE300 °C, FREFI0 min

APGCHYMSSR 14

=5 Waters Xevo TQ-S

i kW APIIEETF

SR 2.2 pA

TRRE: 150 °C

BRLRE: 450 °C

WHRRE: 170 L/h

HESRE: 250L/h

mE RS 4.0 Bar

MBS REES): 0.18 mL/min

F25IE 7 AT IHRAICC-MS/MSHEFLMAHESHL, INERMRMIBIE.



RHPERGZIHBOIT: EQEChERSHEZERGMILFMLFETE, HITUPLC-MS/MSFOGL-MS/MSH T

LC-MS/MS(dSPE/4t)

MRM m/z

(EILHEV.
HEHERER eV)

511 % % (n=6)@ 10,
100 ppb (%RSD)

SPR: 50 1.35 184.15125.1(8,18) 184.15143.0(8,8) L0Q 101 (11)
E $ K 100 4.03 223.0> 126.0(30,20) 223.0>56.1(30,15) 96 (7) 101 (2)
i Y 100 9.81 338.1>70.1(30,8) 338.1>99.1(30,16) 107 (47) 87 (16)
B 50 6.40 202.0’5 145.0(30,10) 202.05127.0(30,26) 84.23) 112011
e ) 22 20 9.27 412.0>346.0(30,24) 412.0> 266.0(30,18) 108(11) 114(3)
9 gk e 50 9.72 303.0> 138.0(30,18) 303.0> 102.0(30,33) 94 (10) 97 (6)
It o 70 10.97 250.0> 169.0(30,12) 250.0 > 132.0(30,17) 89 (40) 1119)
R 50 950 305.1 > 169.0 (30,22) 305.1 > 96.9(30,35) 108 (6) 103(2)
BB 20 582 22105 109.0 (30,22) 22105790 (30,34) 101 (8) 107 5)
A R 100 9.10 311.15 158.1(30,18) 311.15141.0(30,35) 115 (20) 107 (3)
S 50 3.82 230.1 > 125.0(30,20) 230.1>199.0(30,10) 105(18) 109 (3)
W 100 9.82 2330, 72.1(30,30) 23305 46.3 (30,14) 83(15) 110 (6)
RS 2000 11.14 350,15 125.0 (30,14) 350.1>97.0/(30,34) 74(6) 80 (5)
e 5 100 11.18 422.25138.1(30,32) 422.2 5 366.1(30,18) 90(10) 92 (5)
it sk 50 3.50 256.1>209.1 (30,16) 256.1> 175.1(30,19) 97 (10) 105(11)
Ok 500 834 331.0>127.0(30,12) 331.0>99.0(30,24) 98(10) 107 (5)
A 50 295 22415 127.1(30,16) 224.1598.0(30,12) 98 (7) 105 (5)
B R 10 10.31 493.0> 158.0(30,19) 493.0> 141.0(30,40) 100 (21) 92 (6)
RATRRE 50 9.74 367.9>181.9(30,14) 367.95110.9(30,42) 90(9) 95(12)
Ih T A 50 968 388.1 > 163.0 (30,25) 388.1>193.9(30,12) 91(11) 105 (2)
Mt A B 50 10.67 322.15227.1(30,14) 322.15>96.0(30,14) 95 (8) 90 (3)
mILE 50 5.84 202.0>96.0(30,26) 202.05 124.0(32,22) 92 (30) 107 (4)
ZREEA 50 1097 732.6> 142.0(40,35) 732.6 > 98.1 (40,50) 102(7) 9203)
ZRERD 50 1.36 746.5>142.0 (40,38) 746.5>98.1 (40,48) 101 (13) 85 (5)
42 FR i 50000 10.97 371.15273.1(30,10) 371.15255.1(30,24) 111(19) 70(8)
188 2 10000 460 25305 126.0(30,20) 25305901 (30,27) 99 (14) 101 (5)
- 20000 (20 US) 271 292.05211.0(30,13) 292.0 181.0(30,22) 110(23) 108 (4)
=R 20 8.62 314.15161.9(30,18) 314.15118.9(30,35) 101 (5) 112 (3)
(Qasis MAX/]NESPE L)
24D 100 2.09 219.0> 124.8(15,25) 219.0> 160.8(15,20) 73(5) 73(4)

1. LC-MS/MSEI K4 1R,




RHPYRGZIXBOIT: EQEChERSHEZERGMILFLFETE, HITUPLC-MS/MSFOGL-MS/MSH T

GC-MS/MS(PSA/carbon/ME (L)

MRM m/z

(EILEEV,
THEFER eV)

611 %% (n=6)@ 10,
100 ppb(% RSD)

B KB 50 5.18 183.8>94.8(10,20) 183.8> 142.8(10,10) 66 (9) 59 (9)
Bt A% BE 100 15.97 242.8>122.9(20,10) 24285 1549(20,10) 91 (8) 71(10)
B = MBS 100 17.63 337.9>98.8(20,10) 337.9> 2689 (20,10) 86(9) 78(13)
1 B 20 14.86 411.7 5 276(20,30) 411.7 > 301.8(20,30) 101(17) 93(11)
REEITS 100 10.96 32165 124.7 (35, 20) 321.6> 289.6(35,10) 63(14) 76(11)
RAE 50000 14.05 408.7 > 270.8 (20,20) 408.7 > 378.7 (20,10) 98(10) 93(12)
e W 100 18,81 433.7>126.8(15,30) 433.7>190.8(15,10) 101 (6) 91 (20)
SE 500 18.67 415385 126.8(25,25) 41585 190.8(25,10) 78(16) 89(18)
=E R R 20000 16.06 352.6 > 281.7(20,20) 352.6 > 316.6(20,10) 65 (67) 88(2)
TR 50 9.99 3049 > 168.9(20,20) 304.9 > 2769 (20,10) 98(16) 79(9)
MR 20 5.17 22085 108.9(20, 10) 22085 144.8(20, 10) 87 (9) 7017)
RE 5000 20.42 505.6 > 252.7 (20,20) 505.6 > 280.7 (20,10) 63 (47) 88(23)
ZHH 3000 14.44 384.6 > 142.7 (10,20) 38465 170.8(10,10) 90(10) 90(13)
Z g 15000 16.13 359.9 > 140.8 (35,30) 359.9 > 303.8(35,20) 77(14) 71011
wst 30000 13.17 4065 > 252.6 (10,20) 4065 > 288.6 (10,10) 145 (7) 101(18)
e 2000 16.11 3499 > 96.8 (25,30) 349.9 > 124.8(25, 10) 94 (7) 81(10)
SRR 50 19.54 41985 124.8(10,40) 419.85>166.8(10,10) 72(14) 86 (16)
BRE AW 1000 16.76 449.8 > 196.8 (15,20) 449.8 > 224.8(15,10) 61(20) 40(11)
DRI 500 11.67 330.8> 126.8(15, 10) 330.8 > 210.8(15,20) 57(33) 97 (30)
R 5 8.88 223.8597.8(25, 10) 223.85126.8(25, 10) 85 (6) 74(17)
U 5000 1517 230.8>80.8(20, 20) 230.8> 162.8(20,10) 94 (21) 107 (28)
BRE 100 (US) 9.78 28195 137.8(10,20) 28195 194.8(10,10) 101 (16) 88 (5)
It PR 50 16.67 32195 95.8(10,20) 32195 184.8(10,20) 89(10) 80(10)
PN 50 16.45 350.9 > 182.8 (20,40) 350.9 > 248.8 (20,20) 69 (22) 72(7)
RETB 50 16.62 367.7> 124.8(15,20) 367.7 > 181.8(15,20) 80(8) 71
k% B 200 15.46 33895 1709(25,10) 33895 292.9(25,10) 36(22) 53 (16)
BER 50 8.76 3359 > 235.8(30,10) 335.9 > 251.8(30, 20) 96 (14) 124 (24)

<2, GC-MS[EI = #E.




RHPERGZIHB O EQEChERSHEZERGMILFMLFETE. BHITUPLC-MS/MSFOGC-MS/MSH T

]
SR 5V

AR AR SR R B I LR G R AR R RAIEESE,
FEIERIFIR2.

BN PR 412 QUEChERS ZE BR A9 S LR f51) . 2 P 245 Fl Oasis MAXV A
HERY S RIQUECKERS M A S EEBUR AL, B SR TS LA IR
HEREIT T XL,

"

< ANE (RAFETHE)

o FB
o KB UERBXHETIE)

B, B a7 ADisQuE = A F7CEN QUEChERS ZEBR B9 2511 #E R

LN

no SPE

SPE

[E2. QUEChERs £ I ZE B4 22 0asis MAX/NE R LB M 5 0 J5 FBLC-MS S 4 (
HE), SREF WA IE(ZRE)BIFERIF AL

GC-MSEYSPE4E, (Sep-Pak PSA/carbon)
GC-MSHISPE# X T1 A+ &3, TT7EGC-MSA 4T BT A BRQUEChERsZE
BURFRIEMBAE RN KR H, HIEAESPE/ME £ INET mL QUEChERS
HEEUR, A0 ML AT/ RRHFITRR . BR, MRAELFEZETIM
10 mLAER/ B HEA K S mL QUEChERSZE B & 1T 8%, A KB IFHY
AR TR RSPEALAIGC-MSAHTT S, AW DRIRER
EREE N @R ITHER. FRISPEELE, T EE
NS R IT AR, BI3FT R 9QUECKERS BB AYSep-Pak PSA/carbon
HLEL.

w
EE— — —
N, ELe no SPE  SPE

i T T e R Lt |

[&3. GC-MS5 47 H FI FiSep-Pak PSA/carbon//\fE XFQUEChERS 2511 ZE BUR i #7175+
ft. ZEFTRAM@RRENEEFEERE, GERMFDIRARMELER.

it

B RAIQUEChERS 7574 BT B AU I 2R Y S Fh R 25; dSPESALC-MS/
MSH IR T & RS (LR 1ETT3%; B FPSA/carbon/MEAISPES L5
SEXSE FAAPGCAIGC-MS/MSITAR 9B 3L, 15 FOasis MAX/MEAYE1L TS
SEXTF2, 4-DHILC-MS4 ERR A L.

ITliER

DisQuEFZ B 55 6 (CEN) 186006813
150 mg MgS0,, 25 mg PSA, 25 mg C ., 7 mg GCB 186008071
Sep-Pak PSA/Carbon 500mg/500mg/6CC 186004590
Oasis MAX 30C/60mg 186000367
ACQUITY UPLCBEHC,,2.1x 100,1.7 ym 186002352
DisQuE 50 mLBS/x & 186006814
LOMSTATERE SR 600000751CV




{88 FHQUEChERSEE T A PAPEY B HLBE RS

RN 1R ER (QUECHERS) :

R0 gBEF RS MAL0 mLEOE . AIA2 mLKFN10 mLZBE (ACN), &
ERATRHIEE 198, AL FTCEN QUEChERSAIDisQUE™IKFI S N A
), BRAIRE15$0. 4000 rpm [ 203050, BU mL EE R (& LRE)
FAFd-SPE&1L.

dSPE/F{L -

B ml LEREETSZE2 mLNd-SPERLE LB, BAEH150 mgiMsk.
50 mg PSAR H3IF150 mg C, BRBHF. FAAHRH15040. Ko L ERER
EICMSIATERE IR, FATFCC/MSHHT

GC&AF

GCHR S Agilent 6890

@i Rxi®-55il MS, 30 x 0.25 mm (A3#2), 0.25 ym

HREATR: 1l

#H=: a5

TRk 1.0 mL/min (BB SR

mERRE WHAH80 CHEI 4, SAFRI0 C/min EFE
280 °C, FRIF105749

LT LC/MSIATERE SR (BB 14-5600000751CV)

MSZ 14

MSZE %t Quattro micro™ GC

FUB U B FREIEAE T (El) a7, EREEBEFHMSIR), 770 eV
HFRER M RELIE. FTENBFARMTEN, gXENETIEEE
BT

tem SIR (m/z) {R B8] (min)
S 87.0,93.0,125.0 11.8
RESIEE 286.1,288.1,125.0 13.1
ORI 173.2,127.1,125.0 13.7
Bt a% 169.1,202.2,113.0 15.6
RER 362.3,226.2,210.1 19.6

INFRIR B (ppb) Bl =%

200 ppb spike sample
1
100 2
5
| LJ
Ed
- -
I\ K n et e Ao e P
M A .
12 13 14 15 16 17 18 19 20 min

1. KRR A PR (B 5 25) FTANAR 200 ppb B WL B 2569 W4
G (BEBAL) CC/MSE .,

RR 20 89.4 7.2
EE S 27 20 746 6.8
DB 20 939 138
itk 20 718 37 TTHa{ER
BEH 20 88.0 6.5
FR 200 98.9 6.1 .
S o0 o i CEN QUECHERS DisQuEi 314% 186006813
— DisQuE 2 mL d-SPE L BB 186002352
SR 200 107.0 9.6 (150 mg MgSO,, 50 mg PSA, 50 mg C, )
B % 200 748 6.9 DisQuE 50 mL B/ & 186006814
1B 200 95.1 73 LOMSTAE R @ 600000751CV

1. 15 FAQUECHERS DisQuE TR 7 £ 8 B B9 FE - P B M BE 7 2569
B (n=5).

SETIR RSt R A B 720004456EN
©2013%F RHFHAT]. Waters @I K4F A SIHEM B4R DisQuEFIQuattro micro GCR IR FFtH A S AR 1R
At AR RS ANAEEME.




FJ FHCORTECS UPLC HILICE i 41T

T E 5/ MEPEERSEEBRIUPLC-MS/MSTTE

]
(=]
BRI E E RN R RBREFI(E). EEHT

BT BT EHIREDTIKE R, EERERIPEUS
EPAVIR E R E IR 7E T B AN E A E 8 R4 5124100 ppb(ug/kg)Fo
20 ppb. USEPAL E B EALE £ E M NE TR S 8 RS 34500 ppb
#1100 pph. ERFE EAh 2 RAEMRBAEC IHERALCEIEE £
NEFHR. BT ATRS RBREE, BanREARE
TN S EE(LCMS), XA BE S E BENEFMHIER.
—METBRATE, BIEKERRAAGIEHLCN FRERM TR
FILC-MSESE N BB BEMLE: BT ETETHAT, BEBRST
BT URE. AN RLEH, BINEXTSEEMFHILICEREL, XA
TCORTECS® HILICE A YUPLC-MS/MS 7735 BE 05 B L E R A 4T 408
REMEFRDEE,

HER

E R T FRE gRER, FNE0 mLEILVE . mTEIRELIFAIH

SR FPAIARK AR S, FF 30 min, FISIARER. REEFERT

N0 mLEYIAFIK, IRIER AR5 min. BEXFMiHTE LR
TEHRARMNERSLE,

FNBRLE T AR 5 FBAIMRMIE EFILC-MSS £

L&Y MRM SEILEE (V) CID (eV)
. 183.15157.1 50 25
HE R
183.15 157.1 50 30
185.1>170.1 38 22
BEH
171.1577.0 45 40

1. UPLC-MS/MS T3 47 v B B IR F0 B E 42 BT F AIMRMAB 1&

. BERAE SR AT
R RS

SHEMARHILICTTEHLL, CORTECS UPLC® HILICEIZH LS BE
HAHE REEFHRENEOSHBE

CORTECS UPLC HILICF5 35 5 8K BB R 3R AR B B 1 A R A

CORTECS UPLC HILICA B BB F XA, FALCMSOHMTIRE T FH9
REE.

HablE
A HERBENAELEESBRYANERARRGE . STFUPLCY
T, BRI BRI B s RS 1 If(EB - 5186002642).

ERRIE RN AT RANGERERNIEFELTNNI 2R
B BRI XM AT E BB M L BRI #THE
RINE B 5B mAIFIE .

T2 FREVO0 g, ZAL0 mLEOE . EieREF I
SR INER K AR R, FEEE30 min, HIEIERIES. 3 TRMAI0
mLEYZERR(50:50 FREZ/0. lMi“E’i?Kfﬁfﬁ) RIEATFERE2 min, BEfE
FEFEFTES0 C I INFAI5 min, 2 EN/E144000 rpm(ref 3250 g)A9%R IR B/
4 min. FI FB45HKPTFE T 53 T VE=a X L& RT3 I8 K400 pLiy
HREHERAZBEHEZ0mL, ARFHITUPLC-MSHHT.

=i

BRI R M
LCR %
Bigi:

ENHE B:

ANt
(FE):
RENHEA:
T af148B:
B AR
R
EEAER:
TR

iz
MSHE %i:
BEEL:
TBRE:
BB S
iRzl
%E?L_\,u *:
MIBSRE:
HIREE:

B
SURE

N'(-'T AT

&

ACQUITY UPLC H-Class
CORTECS HILICE 3 4%
1.6 um, 2.1 x 100 mm
(&R 445186007 106)
5 mMZ BR $2 /KB R

50:50 A/B

200 mMFRER$REZ AR, pH3.7

Z B

20 L

30°C
50:50Z. 5 /7K
0.5 mL/min

ACQUITY TQD/E i
BEEEET
150°C

350°C

800 L/h

30L/h

0.20 mL/min
Masslynx® 4.1k



F FCORTECS UPLL HILICBIEH # 1T E S5/ EPEER ST ERAIUPLC-MS/MSTITE

LS
ERERTEEZEMER(ELBERHESBIEETHOTYE
JNFRZE 10 ppb)AI 2 A IR M B BIUPLCMS/MSIRER S F %R, +
THNEFEIEES Z £,

Quats_19Aug2013_02 Sm (Mn, 2x2) MRM of 4 Channels ES+
95 ) 183.1 > 157.1 (E1R)
2.44e3
=
-5 T V\ T T
1.20 1.40 1.60 1.80 2.00 2.20 2.40
951
=
51 T T T T T T T Time
1.20 1.40 1.60 1.80 2.00 2.20 2

[E12. 10 ppbintr/\Z BT AR AIUPLC-MS/MSTR IR B F &2 1 ..

£4ES, CORTECS UPLC HILIC> B33E & SEUFTR FB A9 HRIE It %
EEAERA. EUPLCMS/MSHAHTE], REMERXEITERER
. CORTECS UPLCHILICGR 3R BB 7 & B 73 34(50:50 7 B/ M i) -
b, EERHEANEEAZBEETINBRNTIALFHE LM
fE. tEE5/NEEMFRERNEERLOQETF10ngg. TEH
BEAHAIL0QKF10ppb, T/NEE S E EAHAILOQZI 10 ppb.

&ie

{5E FCORTECS HILICE JHE DT 7E4 min P SE A A B BRAD BT S A9 B 499
B RES5 LU0 pob EAR AR MR STILA B+ T 5/ N o A
FRIIONE.

SE W

1. Kohlberg, D.I.S., Mack, D., Anastassiades, M., Hetmanski, M.T., Fussell, R.J.,Meijer,
T, and Mol, H.G.J., Anal. Bioanal. Chem, 404, 2465-2474 (2012).

2. Anastassiades, M, Kolberg, D.I., Mack, D., Wildgrube C., Sigalova, I., Roux, D.,and
Fiigel, D., “Quick Method for the Analysis of Residues of numerous Highly Polar
Pesticides in Foods of Plant Origin involving Simultaneous Extraction

with Methanol and LC-MS/MS Determination”, EU Reference Laboratory for
pesticides requiring single Residue Methods (EURL-SRM), Version 7 (Dec 2012).

iTHER
Cortecs HILIC 2.1 x 100 mm, 1.6 ym 186007106
RA% B 186002642




RFKRPREPRIEENRG SHE 5 (HEETER)

||
HabE R 534 E RS 10 ng
1. 4650 mLZ BB INA25 g S K RIEEFR T, HIFLAIE2 min, W 400 L
iTE. FESSIIA:  OPANaOH, 0.5 mL/min
2. BRA0~50 mLETR, FIANEZHMAES~T gRL MK TR L. 0l 2475 ZIEKT MR
BANERKIMI min, AEBEHHNE. BMAEBAC 339 0m
4 NZBEEBIOmLEERK, 80 CRE=SEMHTRT, BA2m KEEK: 445nm
BB/ SR (1:99, wv) EFA RIS A TSPEANTE. "OPA: PR
Bl{8ZE it 12 )
Sep-Pak® NH, 6 cc/500 mg
AL
4 mLBAEE/ — Skt (1:99, viv)
B e
2 mLAE S
&R &
_— 12Fh R H PR B R A e,
F2 mL FREE/ — S FR R (1:99, viv) AR
BigEFS 1tey {REG0E]
SEAT R 1 3% B AR 377
2 % KA 4.66
50 CRSIRF 3 FLEE 5.17
4 R % B 6.03
A5 m PR EHAR 5 T 9,83
6 R, 11.46
BilRk 7 B 1435
{%88: Alliance® 2695% %t 8 Ik TR 14.94
ikt A EEPRESTERAEEE 3.9x150 mm 9 B 1737
i’ji‘%m l; mi/min 10 128 1899
. ' il X 1 B 2202
REIE R 12 ii?ﬁ 22.56
TENHEC ZIE
R Fit 1) (min) A% B% C% FEFREErRERRE R E.
0.00 88 12 0
5.30 88 12 0
5.40 68 16 16
14.00 68 16 16
16.10 50 25 25
20.00 50 25 25
22.00 88 12
30.00 88 12 0 ITHER
Sep-Pak NH,, 6 cc/500 mg WAT054560
AR EFREES LT AEEE 39x150mm  WAT035577
LC/GC IAERE SR 186000307C




TEPERRRZEN S

HabE 2R

1. 750 ML OB AAS g BRI DR E;

2. A5 mL &1% ZBEMZ BB, 1.5 9BKZEEIATI6 gTEKER
7= 5

3. BIZUENEOE min; % 1

4.>1500 ref 01 min, BR_EE R AT EHEZEBURL.

H}
jiny

BT = 0
Sep-Pak® Light NH, 215
07 h0#R1 ppm

5 mL EERESE B —REOER, MAN0S5 mgTEKIER 5

TRHE, ERARITTHET R

BR2 mL b5, 181 Sep-Pak Light NH,/)\iE

T T T T T T T T 1
05 1 15 2 25 3 35 4 45 5 min

B /200 L, FA800 uLK #EATH#HE 1 pglgiA II7K S B 56 E A i A9LC/MS/MS B -
HEATLUMSA 7T (1040 R 18031383 Rt ER
1 ppmiR N 2.15 5895.34
iR 4 1 ppmiZR N2 2.15 6424.93
f8: SEHHEACQUITY UPLOR 55 ! pomiA N3 215 6996.63
@i ACQUITY UPLCBEH C,,, 2.1x 100 mm, 1.7 ym 1 ppm7 104 215 7557.80
REMEA: 0.1 %FPERIKAR 1 ppm 7 AN5 2.15 7567.60
RENHEB: 0 %FEBMZEAR FHE 6888.46
HE: it i8] (min) A% B% EXHRERE (%) 7.97
0.00 80 20 B UK (%) 84.43
3.00 20 80
3.20 80 20 FHER180.3-120.3 R Rt TR
500 80 20 1 ppm AN 2.15 1849.85
1 ppmiF N2 2.15 1950.71
it i 1 ppmi N3 2.15 2091.40
X85 7K % tEQuattro micro™ lipom A4 ClE ALY
R T 1 ppmiZR N5 2.15 2306.56
% KR 5 (MRM) FHE 2094.98
£ RN BN 180.3 ~ 1203 X PRARZE (%) 95
£ RSN 1803 ~ 1383 [B1 15 2 (%) 81.35
FEBEBHEG TR oK BRI B8 ERFAT AR LE R,
iTHRiER
Sep-Pak Light NH, WAT023513
ACQUITY UPLCBEH C, ,, 2.1 x 100 mm, 1.7 pm 186002352

VanGuard Pre-column, ACQUITY UPLCBEH C,,,
2.1 x5 mm, 1.7 um, 3 pcs/pack

LC/MS TAERE R 600000751CV

186003975




HARF KRR EENSAD X BN

SPESR {4

BB ZEEUNAE: Oasis MCX 3cc/60mg

HamblE
¥ 0% R F R BRIE Y ZPH3

Eft/FiE
A: 1 mLFREZ B:1 mLK
v
L# — V _Jl v | S \__“\_ =
I/X 5 mL/manEJgJ:ﬁ— ' a3 8 " "
Time(min)
Ak .
1 ml 20:89:1 FREE/7K/AREIK [& 1. 1 FSunFire C AEXT6 743 B B 7 T8 53T (50 ng/mLE AT -
HEETIOuL) « R 90:5:5(A/B/C) ZE 10 minA £0:95:0 (A/B/C) »
R
2 ml 2% FKFER

1 28ER (Cubenduim)
FEEFREXERTRPIRE,
BrBRET, RRaiEER%

2R R (Thubendazoke)

T N

A SunFire®C , 2.1 x 100 mm, 3.5 pm 7 N ]‘l
REhiEA: K
TR RN1EB: ZHE |
EnHEC: 500 mMFRBZ $Z 8 H R (pH3.7) j \
R 30°C J - >
g Alliance® 2695, X # 1t Xevo TQ MS ' - ;
Time(min)
Rl

[&] 2. 1 A Sunfire C, 4T3 & B R Al b RATTEBE DT (1 pg/mliEHR.

L 25V; ESHER (RIRE120°C, XBFIMLERE HEI0L) . B 75:20:5(ABIO).
350°0)

Kk y! BEF[MI)

% B R (Carbendazim) 192

W5 R (Thiabendazole) 202

FRERE R (Thiophanate Methylate) 343

TR E R (Thiophanate) 371

& B 1 (Myclobutanil) 289

IR (Propiconazole) 342
ITER
SunFire C 5 2.1x100 mm, 3.5 ym 186002534
Oasis MCX 3 cc/60 mg 30 pm,100/Box 186000254
LO/MSTAEFE i 600000751CV
SunFire C;; 2.1x10 mm Sentry 186002530
Universal Sentry fR 374 2.1x10 mm WAT097958




BTPHSERNREREICRET

Hmihik

P RMAEAEE SHR. BER. B, BEWARRFPR
M. DA EENEN P, LAY NN, TTUREZE
Oasis® MOXEE 1528 PHS T ST R IIF)_E AT SPESIL. .

—N
' N {3 c
i = o .
N, N._OCH, fjr Y N f:ﬁ
HN}-— bl Sy M \T,ﬁtﬁ,
H @ H (A
" 5 C,_-;x‘__,.D cl
FER R He eI
)
TOC
. gy
T oa

CH,  FEEFEM

R R B9

HabE

{5 FBQUEChERSHF7 #2512 . 15150 mLES/ LN RIS mLAEH A&, il
N5 mL1%Z BRI Z BB (ACN) AR, 1R5% 2 0B 1041, JIAFTAOAC
QuEChERS 75 A HIDIsQUEIR TSI AE Y, A% 1940, FRF7E3000
rpm T~ B /U5 7 8. XFA6E FISPEAYUPLC/MS/MS /4T, FA7ZK#0.5 mL b
TERFBEZE0 mL. EAQUEChERSIZEN T R AN F 7.

QuEChERSHRERDisQuEis 7 £¥

)5
BU15 g#E i
PANTS ML 1% BRI Z BER
1

RHEEER
3519054

1
e
BUH — 4 £ AFLomS
s — 2R L DU fTLOUV
1. 1 F§ Z FIFAOACTT £ A49DisQuE = & 4 17 QUEChERS $2 B .

*05ml, AKIERIER
*2.0mL, FI0.0TNHCI#% B Z8 mLIXi# F7SPE

SPE/S{L

% FlOasis MCXEIAEZEBU N BT AR M AL & 3 F 7404k, fl3n %t Beme
KREF. JFFLC/UVAMT (3, BUPLC/MS/MSH TR Bt f741k
BF), MQUEChERSHZER4AER2 mL_Ei&E&, HIAG mL0.01 MHCUKIER,
SEE1S. SRIE1E 3 cc Oasis MOUNMESSRESPEAE{L T =, ANEI3ETR-
PR MK B A FEQUEChERSIR BV, RIS R A8\ SPE(REB 14 AL, @
7K A B R AR 158 IRARIRER.

Oasis MCX A=

L)Ll AR B
2 mLFREZ/2 mL7K
1
L
8 mL#% /= AIDisQUEIR BN
1
i AR
1 mL 2% BRI FREEA R
1
A2
1 mLEFEE
1
e -
2 ml 5% FHFREEER

2. K53 H0 75 53R FH3 ccHiAE A 0asis MCX SPE/\FE.

AT Rk HrayuPLCER 4

R4 ACQUITY UPLC® H-Class

& A ACQUITY UPLCBEH C,, 1.7 pm, 2.1 x 100 mm
HEREAIR: 0L

Hig: 40°C

FENEA: 0.1% NH,OH7K 3% &

R ENHEB: 0.1% NH,OHFR B /& iR

TRk 0.40 mL/min

HE: WA &M 10%89 7SN AEB, 724 minP IALL M4

FEEINZEI%, RFEF5min, ZE5.1 minffiR @ F]
10%. FRIFHEFLHREE minft.




BTPHSERNREERBIERET

FATFUVIE T EIHPLCSR 4 (R FAXPE it 4E)

R ACQUITY UPLC H-Class 2: 10BHES+HMRM

. ) . _ o 100 5 406.1 > 250.87(%&?1856%;
slESL B AR EFES (PDA) N
& W XBridge® C,, XP, 2.5 um, 4.6 x 100 mm A A A A RS AS
2.00 3.00 4.00 5.00 6.00
FEREAFR: 50 L N
;tﬁ 0 EJC - 297.11>' 195’2?%5(51;35%%;12
/m - .23e!
REEA: 20 mMBEER $R17K A 3 (pH 6.8) 1 G ——
‘i;_j]*EB Zﬂi 2.00 3.00 4.00 5.00 6.00
iRy : ]
2: 10i@EES+HIMRM
;\ﬁﬁ ]3 ml_/m]n 100 5 337.17 > 124.83(2%?3%;
BE: WA KA H25% A RANAEB, RIF34 min, RE B N | S
WL MR, ZE9.7 minA ik Z165%, 1RiF 200 00 00 500 »6,'00
EN.0minkY, FLMABEIN, 117 min
BHARI9S%, RIFE130mink, AIELHED 23 N
O e e L B L B L L L L B
25%Z13.2 min. RIFHAEFHFHERKEZ183D 2.00 3.00 4.00 5.00 6.00
Shid, ) Hon s Teac
1027 k 5.52e4
O e L B L B L B B R B R L R
2.00 3.00 4.00 5.00 6.00 min

ey mE ENE P
. B 3. FFRBE A0 ng/g (ppb)(ﬁé;ﬁfjﬂ ppb) INFRAYFEF, £2DisQuE
R R B R (ppb) % (RSD%) ISR IR % (L IS EUPLC/MS/MSE2
SER 10 98.7(1.3) 16.1
B R 100 94.9(2.3) 289 5 5 Lt
F | Range: 68163
SESTE ] 100 97.3(0.9) 40 - ﬁ'
Rk P IR 100 96.4 (0.6) 9.7 2 i%u@ﬂ
* A : o ,l ﬁN\J 5 R
A 100 97.6(1.6) 8.6 2009 "v AN (RAFR )
gi .I 945 (42) ] .|2 E.bLI 9.‘.}0 1UU.I ‘IU.‘JD _’_%ﬁmﬁfzﬁ
220
IEE R 10 97.8(4.1) 34.0 j SEE: 4.337e-3
BT 10 104(3.7) 15.2 - a:; VJ
TR 10 926(65) 12, el ﬁMMWMJ _
R 10 95.2(4.9) 5.0 Gho a0 8o om0 s e N
% 1. ¥ % F-FAOAC QUEChERSAYDisQUE TR FISS 75 21| 9 Bk 2K R E 77 [BI UK [E] 4. #20asis MCXZE1LJ5#2100 ng/y (ppb) HIAREGHETEYDisQUESE FISHER
HEIRBLE (n = 4). R M0asis MCXF LR, BT IIBIRER L (2%) (R 2 WIFEXPERAE_EFEAEILC/UY (220 nm) 34T

TREIE).




BTPHSERNREEREICRET

||
2: Dlode Aray UPLC/MS/MS
1.0e-2 4 Range: 1.745
é T R 10 Chemels ESe
7‘56-35 T SEN1E m»wmmnm
‘ -
2 5.0e—3—§ Incurred sample ,1
2.5&-3:5
El " zm'm'4¢fsm‘0m_%
007“‘““\““““\““““\““““\““““\ L] ‘PJ‘>‘3’IWI;§M1
0.00 1.00 2.00 3.00 4.00 5.00 <ms b
2: Diode Array 10 ng/g standard “"
281 ]
1.0&—275 Range: 4.024e-1 Olrrey o |m-I Pl
3 MR DCemsis S
7.5e-3 0, 2 EiGrmzn
2 5-06-3é carbendazim Blank OJ sample a
2.5e-3é / ,‘ "
E 2. ZiREES "D 2 s 4D Sm | Bm
0.0 T T T UL E281
0.00 1.00 2.00 3.00 4.00 SEE: 1.745
LC/UV
& 5. A0 % B R A958R AIDisQuEiR SR BRI B ZIRILC/UV EE 3 ————
E1(281 nm). _EHRIEEEARZSPELL, T 77 A6 1EEIR FH0asis MCX/)\ N corbendasim R 2208
AT T e "
. \fM
3 Rihac o S
T R TR )
2 Dot Parey
Rrg-]%i!
2003 carbendazim e
_ thiabendazole
z mw,ll » &
wﬁ‘\"w&_&vﬁ
T R T TR ™)
2 Dl fomy
)
2008] Rarge 12880
i Il'.b&ll
g W
120 i) 220 240 2@
B 6. BN ZE R B9 E485TRIUPLC/MS/MSFILC/UVTEE -
ITEER
ACQUITY UPLCBEHC,, 1.7 pm, 2.1 x 100 mm 186002352
Xbridge C,; XP, 2.5 ym, 4.6 x 100 mm 186006039
% F3F AOAC QUEChERS 75 3% A9DisQuEIR 1 5% 186006812
Oasis MCX 3 cc/)\iE 186000253

LTI RS R A B 720004457EN
©20124F K4FHE/AF]. Waters. ACQUITY UPLC. XbridgeF1Qasis 2 K45t /A B A3 E A @47 DisQUER KAFH A K
B, HitArE @R ESanAaEERSE.

[es]




RRKPEHEER ST

HabE
BT R IES HEPASAT T A . 1ZEIAR 7 F30.45 pmAY Acrodiscis
BRI

HivHRH&HE

18 A 0asis® MAXEI TR ZEBUE IRIVE H R ARG, X ERM
Qasis MAX BEIFEZEBUNERIAS A6 cc, 150 mgiltg. YHRSEKRT
50 mLAS 55 A6 cc, 500 mg#R 4% A 0asis MAXEIHE ZEBU A

HablE
pH6-8

&1
2 mL MeOH, 4 mlL0.5MNa0H, 2mLH,0
HrE
4 mL0.5 M NaOH

HrE

2mLH0
L

25 mLAE &

ik

2mLH0
i)

4mlL 0.5 MHCIZ FE7E k"

AIBFENAR
SICOTER

*ZEHIFERR A4 mL 0.6 MITHRER 4.

FERREYHHE

AR EFEE00 pL AccuStandard FR4E SR &4 (M-547) £/100 mLAY
BRfbKHR, EHERES100. BRKASIETERBEHMELER
(HQV #5 & 38 F /K A9pHIEIE T 53.0. 15 B0 EHIEPASAT-0277 5%, I
#AMPA (R EBERR) 7B

bl b i o E I
%505 mLBS%EYRERL (HPO) HEEE 1L, RS, k. MBS,
HERFHE

WA RERE
#1.35gKH,P0,. 11.6gNaCl. 0.4 g NaOHF00.2 mL Clorox-R S.EL 4
(#)BRTK, BREIL I K=

A2 RFEZFEE (OPA)

%089 OPAETFI0mLRERH, KXLBESWIMASH9] oli7b a9
KBERT. MEBHNEEZRELFTELT L, SRFHES. ERF
RUBRRS, MAZm2-3EZE, BE Be. BIEIEREL.

E AR AR R ED H05 mUmin, HEREEEER
38°C. FEHAENBAEHHBAE_RREE.

=R
=8 RFFt Aliance® RE REREE T ITR &
HEBLR: 0.05% 2
B BEFHIE®IEAE, 7.8x 150 mm, 55 °C
RIPHE: Guard-Pak™ZH {4 F11 14
HE: 200 Lt E IR B
TIR: 1.5 mL/min
I TR, BEIEAL-340 nm,
R UK K-455 nm,  1#835-10
N ) l Peak Analyte
5 1 Glyphosate
E 2 AMPA
|
\. | A
a | o -_
Minutes

B 1 ARG EHE, SFAYRE 100 ppb.

iTER

ICPAK™ES FHEBR 1%, 7.8X 150 mm WAT010295
Guard-PakfRIF E WAT88141
Semivolatiles #2 BR B I AR 4 & 186004271
QOasis MAX/\#%, 6cc, 150 mg 186000370
Qasis MAX/]\#E, 6cc, 500 mg 186000865
RERGHERT R 720001601EN
HEBMEFEBRONKAKER WA31764

RAKPHEFTIHILCMSIMSE TN T 7% 720001090EN



RAKPHBERIIEEHR

bl

E HREENME R ESRY S ERARREAR. UPLCOHTHE

HE AR AR B B ShEE A i
1 AT E

B0 M REBEEYMRAEE =T EH R ERNZ5 miEs

&R

&), WTFERES. A0 g RERRAIERA 1S, ARSI Tk

ANA400 mM pH 7EEER ER 48 ik 25 pLUAEEpHIE.
2. SPEEETH{L

Fi0asis WCX/ AT 2 TSPEE SR ANSH L (A R SPERS I AR{E B, 155
E2). BT EERE—30 c cBREERS, IEINEI0 mLiF

HHo
Oasis WCX
(3 cc60 mg)

ME /i
3 mLEREE
3 ml 25 mMpH 7SR 2L 28 ik
1

L
10 mL4 &

1
Bkl
700 uL 25 mMPRER %
pH 8.0
1

B2
700 LR EE

1
R
2x 1.0 mL 40:40:20
ZHEIRABR/ R

1
ERIEE:
500 pl 40:40:20
ZHEIRABE/FER

B 1. BF AT E R/ EE A BY0asis WOX/NETT R

1240 ng/LANFREY = FhoK B BUCR BR/B Sk B R R R (n=7)

54 Z2(RSD%) Bl 22(RSD%)
HmR i i
BER BER
82(8) 89(16)
EEFS 84 (5) 88(8)
Sk 83 (4) 89(19)
BER
40 pptin#rshrewsbury de-chlorinatedd 1: 3iBIEES+HIMRM
g5 DBEHISDECTT_39 183.1> 157.1 (B E 1)
] 3353
=] HARHE (40 ngh)
5 DR T ISR BN BN B
1.00 150 2.00 250
957 DiBEH15DECT1_40 1: 3B IEES+AIMRM
] 183.1> 157.1 (L&)
3.35e3
- E=E =)
-5 IR T LSRR BN LA B
1.00 150 2.00 2.50 min

& 2. B 487 C-MS (MS) 1% E],

BEH

40 pptfinfrshrewsbury de-chlorinated8

DiBEHT5DECT1_39

2: 3EIBES+HIMRM
185.1>170.1 (B E#H)
586

AOFRAE f(40 ngll)

95-  DiBEH15DEC11_40

2.00 2.50

2: 3@ IEES+AIMRM
185.1> 170.1 (B &E##)
586

=EFMR

1.00 1.50

& 3. B FEAHEIC-MS(MS) B AE.

T
2.00 2.50 min



RAKPHEERIIEER>

BE R

HEEERE: r=0996129, r*=0.992272

Kol %: 0.000420002 * x +-0.00197468

MR AR (ZEE3), EERT (RARRE/ R AREEIR
phekskR: &M, Re: 85, i 1k i T

0.750 7

0500 7

o 4
B 0250 E

0.000 B R r T T T T I e e e e e Cond
0 25 500 750 1000 1250 1500 1750 2000

& 4. BRI C-MS(MS) B 2

BEM#

X FR % r=0995100, r*=0.990223

RofERZE: 0.000575997 * x +-0.000150743

MRz EEL: AR (SEEd), EER(RFRRE/ A IRIE R
M RE: M, BRa HERR, 0BG 1k EhER: T

1.00

050
g{[‘ 4

000 T PP TP P PP P I T T Cone
0 250 500 750 1000 1250 1500 1750 2000

& 5. B EA R C-MS(MS) RAE# 2%

ITHRIER

Oasis WCX, 3 cc/60 mg, 30 pm 186002495
ACQUITY BEH HILIC, 1.7 pm, 2.1 x 100 mm 186003461
RRE B HEESRERR 186002642
30 R A MG R WAT011390

SEPE: K51t A ¥EE 720004 220EN

©2013%F JRHFHE/AS]. Waters, ACQUITY. ACQUITY UPLC. UPLCAOasis @K 4¥ /A SIHYE M A 4R




Dasis® PRiME HLB/{t B UPLC-MS/MSHE IS 25 FO3S Y o A 55 R B e LA B H1aY 7% &8

HmarakE

HRIRE: 20 R RCESELSAFMA)T0Om B OER, R
ERN—ERENTERKQCHER, MAI0mUKER, HORREE
30s, BMAIOMLZAE, RiEdS%10 min, AN AQUEChERSEE B(FF
CEN7 A AIDisQUERR BR L 61,  &044-5186006813)/5 A S #RE 1 min, 7E
6000 rpmAYEE R TS, BE/0r5 min.

PS4 0asis® PRIMEHLB/NiE(6 cc, 200 mg, EB445186008057)
REAMEBEIEASEREEL., TETHESRERITIE
EATE. RA0SmLEFR, EHEIBITOasis® PRIME/NEFFF X IR

B, AEBFRISmLEER, FEEENFHRES/NMNEFRERER
WEEF LS.
534
" N 3L fill4
A g Q
wewsm Exam WA EIEe:  JO go
J— Fipronil 387.1/282.1 48
BFE Dot 287 3szasmsrr 20 14
. - 435.1/250.1 32
MBH  Fponll 280 o aagh. 8 22
_ . Fipronil 419.1/262.0° 34
Edwy
LR B Sulfide 292 419173831 8 16
- Pl 451.1/2819 32
R siphone >0 asiimisis %8 24
HEEBRF

K. 7B EYHIMRMEB 1B T RIE & .

UPLCER 1
LC R &k ACQUITY UPLC
Bkt ACQUITY UPLC®BEH C
1.7 um, 100 mm x 2.1 mm
TENAR: A: JK(E5mMZBR$EF00.1% R ER)
B: FFEz
BERBRER:
B+ /8] (min) 7% 1% (mL/min) A% B% BE%
ke 0.4 50 50 6
05 04 25 75 6
3.0 04 25 75 6
35 0.4 1 99 6
45 04 1 99 6
6.0 04 50 50 1
HEREATR: 2L
HIR: 35°C
LR AN
EIER MR FEZ//K(50: 50)A &
EEERR: FE/K(10: 90)&K

MSZR 14
B
BTR:
BTREE:

BAFURE:
®

BiA A =R

LR

HIREE RS

Waters Xevo® TQ-S
ESI-

150°C

450°C

800 L/Hr

150 L/Hr
MassLynx® v4.1

ERTRERERETNERYY
EMYEMERSAEREEEREMZ, 720.1 pg/L- Spg/SEER 6
MMEREEFRIHEMXR, HEXRER2>099, K2,

ftamain R miﬁ&&ﬁﬁ%‘ R m%ﬁ&&ﬁﬁ%‘
AEE 0.999 2.6 0.993 16.9
FHRIEW 0.998 -21.4 0.994 -85

A H B 0.996 -6.2 0.996 -5.6
AEE 0.997 -8.6 0.992 -3.6

“ZIEAIER B TR, A& F IR
R2MRFHR BT -




Dasis® PRIME HLB/t B UPLC-MS/MSHE TIIRE FZF038 Py ch Ay & i iE R H A it ¥ 80 5% B8

FiEE R E T
FRZABEMBAERFTRNERER. =DM RERINRED 342 ug/kg. 5pglkg 10 pg/kg, &4
AIMREFT=REENE, FHYLERERRDER N FRIMFIEELE-2.

RIRE2 polkg RANIRES po/kg ARINIRBE10 pg/kg
tEahamn
B 2% RSD%(n=3) Gl %% RSD%(n=3) B =% RSD%(n=3)
i 723 6.4 84.1 11.1 81.8 83
B RFEWR 718 44 76.1 9.6 734 4.2
BT 75.8 6.8 85.5 85 87.2 74
S 78.3 45 795 1.3 76.9 38

3. IR A O R RRSDEE R

ARIRE2 polkg RINREES pg/kg PRI EE 10 pg/kg
AL kL
B =% RSD%(n=3) EHrZE% RSD%(n=3) G %% RSD%(n=3)
AR 84.5 77 89.3 9.4 95.9 6.1
IR 85.8 4.4 94.4 1.9 1032 11
R ST 83.2 46 88.4 42 101.1 15
R 91.2 6.2 824 6.6 1036 37

4. 35 A FE A B K RRSDZ;

B, 223 ABEMNEATAFRNEERZEAFNEERLERFD A ARFE. SRE. SRER
. #REW).

10t 314
ZEHR ANINREE2 pg/kg - ‘
|
. | T
L' |
” '||
N
£ g5 112 L m I ‘
o I |
| I._ '.ill] II|
— -, _-_-.-.__(""""-'IIf'J et K L I S
: T ; ; 3 i I I T

B =aEEHRHEER @ T B 2 & TR,




Dasis® PRiME HLB/{t B UPLC-MS/MSHE IS 25 F035 B o ) 551 o B B EL X i 1Y 7% B8

—— 5 10k . . 91 3%
TR ARINREE2 pg/kg f I
L
‘ |
. I 2
il B{
bl
| . “l
I H;;»IE | ‘
_ I Vhs ]
" a1 | T || |
| Nt T WU
STy Ay L \
P | H P i A

2. 22 S AR 45 R8P R B ST IR At B AT S B T .
LR

1325 0asis® PRIME/ M 2 BRBEBE AR R AV LL R BB B B 7R T 5 A Oasis® PRIME/ N AT R BR 7 95% I _E A9 BEBEFN
80% X £ B9 S AERA .«

FE i wE ., P

#2PRIME HLB
BERE

[E]3. {# A Oasis® PRIME HLBEt {7181 0L, JL-FE £ EB T H b iR B A BEAS -

Zi

KARFEAGREERNERSLTE, THUERENNEEERPRRBERL3MASHINZE. E=1

TERINRET, BERRE3MRIFYELENE AT TERIREET2-103%=2 8, RSD<10%, 777k
EBMR A2 uglkg, BRIUNLAIGER22%; 3 F0asis® PRIME HLB/ M Y 127 28 i85 201k T R BE 05 2 B IRBUR

H80%IX £ Y B BEAAFN95% M ERIBERS, RETSMRIES/NRIERRUR; 15 FACQUITY UPLC® BEH C & i A 3 A T46
ERERIENF BN S, BNERE TEEERRNSE, ROTRMRNER BiRETHE.

TTaER

DisQuESR BR £ 3 (CEN) 186006813
Oasis PRiME HLB 6CC /200mg 186008057
ACQUITY UPLCBEH C,4, 2.1 x 100, 1.7 pm 186002352




fE FAQuEChERSHE M ZR )L R S F0 B2 LEC 5 5% ch B9 N ERA . BFOE

HalERY
DisQuE™
R B 7 F 5%

dSPE:

SPE

JNFE:
W
T
E#:
TR
b=t

R

LR {4
EY N
mfTRT(E):
Bk
[EDN
TRENEA:
TRaEB:
ViR

s

AR

e

MSZ& ¥

MSE Zi:

B E&:
EMEBE:
#ILEE:
BRE:
ERFHERE:
EEFCRE:
AL SIRE:

DisQuETR 7 ¥ (CENJ3%)

4.0 g MgSO,, 1.0 g NaCl, 1.5 g4 454 4
15 mLEB 145186004834

900 mg MgSO,, 150 mg

PSA, 150 mg C,,

Oasis® HLB 30 mm, 60 mg/3 cc
2 mLREZ

2 mLK

70 LA AR B

<5 mL/min

2 mL 40% MeOH/K/A &

1 mL 100% MeOH

ACQUITY UPLC®

5.0 min

ACQUITY UPLCBEH C
40°C

0.5% NH,OH7K % i
0.5% NHAOHEF'E%%H&'

TRANEBTE3 minf) I 2k 14 456 B M 5% G IR E 95%
0.5 mL/min

50 L

1.7 um, 2.1x 50 mm

18

Xevo® TQD
ESI-
3.5kV
300V
140°C
350°C
550 L/h
50L/h

STUR(10 g, 10 mL CH,CN)
BILFFE LSRR
1

AIADisQUEIKFISEI A B4
3%, BOFHUREI0 mL EER
1

B EE RGBS EISPER LE .
555, BILFFIRE LB
1

FA70 mLH,0% % L& R
JN# Z Oasis HLB (3 cc)
1

75 —2 mL 40% MeOH
JEHi—1 mL 100% MeOH

1
FA1 L H O TE FE L
BY50 pL#EARELC-MS/MS T34

B 1. RAHERFETER.

100 27 MRM of 8 Channels ES-
241.1 > 223.1 (BPA D16)

0 A A A aaraee AT
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50

BPA mix 1120
100 - 27 MRM of 8 Channels E-S
227.1 > 133 (BPA)

%

. [
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50
BPA mix 1120
100 - 28 MRM of 8 Channels E-S
241.1 > 211 (BPB)

%
L

P
LA AR ML LA R AN R AR AL RARE ML BAALE Ml LOASE ASAR MAALE MRS Lot |
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50
BPA mix 1120
100

0

2.6 MRM of 8 Channels E-S
213.1 > 198.1 (BPE)

%
L

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50min

[& 2. 1 ppbin#rZ2E ) LBC 77 3343 1R BRI RIMRM &2 1 ]




{88 FHQuEChERSHEMI 22 )L B S F0 22 LEC S i P A WLERA . BFOE

W ER B U4 BIILER
BPA 102% (3.2%) 110% (7.8%)
BPB 95% (5.5%) 112% (6.7%)
BPE 81% (4.6%) 99% (6.1%)

& 1. 2 LB T34 TR =R I#RBPA . BPBFIBPERY[EIYL 2R FIRSD

(n=3)itE%

100 2.7 MRM of 8 Channels E-S
241.1 > 223.1 (BPA D16)
£
] T T T t T T T
1.00 2.00 3.00 4.00
100+ 2.7 MRM of 8 Channels E-S
227.1 > 133 (BPA)
K
0 T T T T T T
1.00 2.00 3.00 4.00
100 4 2.8 MRM of 8 Channels E-S
241.1 > 211 (BPB)
£
0 e
1.00 2.00 3.00 4.00
1001 2.6 MRM of 8 Channels E-S
213.1 > 198.1 (BPE)
=24
o] <
1.00 2.00 3.00 4.00 min

[ 3.1 ppbintrZE )L B IR ERYIHIMRME TE ]

TTEER

ACQUITY UPLCBEH C ;2 4%, 1.7 pm, 2.1 x50 mm
DisQuE 50 mLES/NE
DisQuEIR 7 £ (CENTT %)

DisQuE 15 mL dSPE4 {4 B/ V&
(900 mg MgSO,, 150 mgPSA, 150 mgC,.)

Qasis HLB, 3 cc/60 mg, 30 pm/I\iE
LCMSTATERE S

SR K5 A %E 720004 192EN

©20134F JRFFHH/LE). Waters. ACQUITY UPLC. Oasis. XevoRUPLCE R4 /A 51 A9 M AIAR. DisQUERRAFH 2

S BIR-

186002350
186004837
186006813

186004834

WAT094226
600000751CV



K Fzh YA R P IRtEER (PFOS) B9 93 47

||
HabE BilERY
KHER 1%38: SR ACQUITY UPLCOE St
1. 76100 mLK#ERINE S 9k &4, FFRBRIETEIpH 3. i SKA4FHEACQUITY UPLCBEHC,, 2.1 x50 mm, 1.7 pm
igﬁ‘pﬁuu R 40°C
B gBEM IR, IIAT0mL 10 mME SR RERR, K, TRENAEA: 20 mMERBR $27KR K [/ 2 B (90:10)
?)LE?ETEEX 6 hrso SR ENHEB: ZBE
2. B£ 548000 rpm E5:(>10 min. TIR: 0.4 mL/min
BRI mLEER, BAKBEE20m, FA2%FRIBHpHEER 4-5, HE: 8minAl, BIEM15% - 95%
BERERTR: 10 pLGAIREERE)
Bl{8 2=t 12
(Oasis® WAX 3 cc/60 mg) ,ﬁiﬂ&%ﬁ:
UM RS, e 1* \ K45 Quattro Premier™ XE
BEER: B
ELEH EMEBREF: 3k
A.2 L BEE B.2mlL K
S MRM WIME(Y) HEEERE)
L PFBS 2995 80 40 30
100 mL 7K F 3% 20 mL 4R R+ &
PFOS 499 5 80 50 40
E C3 1635119 20 13
A 1ml2%F 8 B.2ml B c4 213> 169 15 10
. 5 2635219 15 9
sz@.~.\1°;4§71<5’9$@ c6 3135 269 15 12
7 3635319 15 10
EE: 8 413> 369 15 10
| AR RRECRRELE R, A2 22%FRKERBEBAK O 463> 419 15 10
EAZE5ml. C10 5135469 15 10
2.HE A RETIEA LAsEBES. DARABAGILE. 1 563> 519 15 10
C12 613> 569 15 10
c G5 A B

o 1 2 1 i k] 1] T Bnmn
PFBS 1:: MRM of 2 Channels
[ ke i PFOS ES-298.7579.7+498.7>
FFUES - Pard mormctormaudonicacid 98.88.27¢3
| —— "
o 1 2 1 i ] ] T Bnmn
T
C3 = (perfluoropropanoic) (8 = (perfluorooctanoic)
C4 = (perfluorobutyric) C9 = (perfluorononanoic)
C5 = (perfluoropentanoic) C10 = (perfluorodecanoic)
C6 = (perfluorohexanoic) C11T = (perfluoroundecanoic)
C7 = (perfluoroheptanoic) C12 = (perfluorododecanoic)




IkF0zh LB LR h3E IR EER (PFOS) RO 53 4T

R FIK B EIEE (%)
AR PFBS PFOS c3 c4 c5 6 (org (8 9 C10 cn
(ug/)
0.10 122 109 108 119 97 184 107 83 121 101 101
0.30 110 17 95 132 105 110 119 126 137 118 94
0.70 102 98 91 107 93 118 100 78 103 126 119
1.0 113 94 128 106 98 130 100 88 100 110 17
40 104 86 101 99 99 102 102 92 115 99 84
10 104 100 98 101 100 87 89 82 103 99 101
1 K SPFCs HO LR
8 B b it BT 22 (%)
AR PFBS PFOS C3 c4 c5 6 (ord 8 9 c10 1
(pg/kg)
2 LOQ - 81 L0Q - 108 132 165 100 97 -
5 98 LOQ 138 148 LOQ 97 100 133 89 73 LOQ
10 93 50 102 134 121 99 87 123 95 101 33
20 102 50 128 144 94 96 110 17 90 80 25
30 87 51 104 102 124 89 86 103 91 84 20
50 92 54 92 92 118 94 97 97 86 86 22
8 FFFBPRCs £ UL
TTBER
Oasis WAX, 3 cc/60 mg 186002492
ACQUITY UPLCBEH C g, 2.1 x 50 mm, 1.7 pm 186002350
ACQUITY UPLCBEH C g, 2.1 x 50 mm, 1.7 um, 3/pk 176000863
300 pL Polypropylene Vial 186002639
PFS Column Kit(&PFC isolator) 176001692




ERRERABIEERERWSIATIZ (PAHS) . RIRBTRIZE

HamTnshE

RAE@RNINNEAR(EES). HRIFIUEHKNEFTHIYED Al
FTHRMAE. §MMERES gHRENEREIZOED, Z=MF
EIKEANNIMEAIPAHSR AR K. [B) &N APAIAS mUKRHASENR
&, HIFABERIMIK. IRENEMERTRRS, TATEEER
T

HablE

EENE O ETIADIsQUEERIRA, BI6 gBRILE 1.5 gBRER AN

R15mlZfE. BAENREZE N2, NERESRAEAR. &

ERFZ BB —FhEL IR iR . 23000 rpmAYEEEEILS minfg, B—E39Z
EREBE— BT

1 ug/gF010 pg/giR E HIANFRAE T4 B FB1:10F11:10009 Z FE 75 % FI6=
MR IEENHERHAITER. tRERLEAZBERBINLNRE
k) &

HERF:
B+ id] i

(5$4) (mL/min)

BikRH

R HARERANM (LVFC) BYACQUITY UPLC H-Class
e PAH 4.6 x 50 mm, 3 pm

IR 35°C

AR 10 L

AR 20 m/#

5 : KA FENEHTOUEMRKEL
LY QL Empower 2

mENHEA: Milli-Q 7K

SREN1EB: B, BEREMLR

SRANAEC: B, BERRIA

FRAE R PAHIAUE#RE, AccuStandard M 8310
TRIR: 2.0 mL/min

0.00 2.0 30 70 0

2.25 2.0 0 70 30 6

3.50 2.0 0 0 100 6

3.60 2.0 30 70 0 6
&R

B M E BT th AR OQUECKERS, B AT RAFRADTH—FTT
ZRBIPRE AR R ETTE. R, 27RO AR MR RER
EEREMTSRY), BESHER.

FIFACQUITY UPLC H-Class R 2, 7E42%5A93.5 min AR US EPAZI
BRSNS MEPAHS A B R 7. ST IR B NERF 7R, &
S EHERNERF ENEFIEKAEL.

&1 . A ot #e
ACQUITY UPLC H-Class R 4«

E2.PAHA## (0.1 mg/L) 950 B, RABRFERFZEHIEKETKL, WEF
LA, PAHAHI%BZENT: ()& Q) 3% (DHIFE (5)
B ()FE: (DE; B)VXHE; (9E; (10)FFH (b)&E; (11)
FIH QR (12)FH QI (13) ZFKH[a h]E; (14)FH
[g.h,i] BE; (15)E6F[1,2,3]EE.




ERRERABIEERERWSIAFIE (PAHS) . KB RIZE

EI3ETR A0 pg/ghyiR EINFRAYET . SFNIFE A EIEEIS A,
E3DH AT, BB EEFHEENEAKEETTEES
WA eI,

Minutes

FE13. #210.0 uglg IIAFR B E (A) £F,  (B) & F1 (C) 445 - BIPAHS B & 1 ] (35
BIEAZBHZ1:100%%) . HESRAE(1)E. (6)KE. (7). (8)
FH (a) B (9) B AT EIEIE, FEF T BEEREFBEENS
BKEED) .

1813 Waters® DisQUEEE i B A &K &, M=MARE9E~mE
ARSI RE. i, &FHIH RS EE8%-149%.

TTEER

DisQuE 50 mL#¥ IR ELE
Waters PAH%E F3#E 4.6 x 50 mm, 3 pm
LC/MSTATEH SR

186004571
186001260
6000000751CV



KR SR8 ERRE — BHERERUPLL/MS/MS D T RRR 5 3R

(]

RITGENA T AMETAFHEBSRREEIER A (UPLCE) 2
r18FheRE R E A 75k, FE— AR AR B RURE
&L FE B A EUR (UPLOMS/MS) , IZFEEENEER. R
FESNES, ERTIEREHERIERSHERENREE
MAR. TEZRARFEESRRERIE RGN ZREET
&M E& (UPLC/PDA) A 5%, BEATERZEAEFRIZRESEN
AR,

RE R _HE DMP
WEZHRTETER BBP
WE_RR_ZTE DEP
RE_HR_FT B DIBP
WE_HR_THE DBP
LEZRR— -FEH) 2B DMEP
SE_RR_2-2E8) 2T DEEP
RE_HER N E DPP
SE_RR_CHs DHXP
LEZRBR— - TEE) LB DBEP
SE_RBR_HACH DCHP
REZRBR_-Z8)THE DEHP
MR R _IE¥F DNOP
PR_FBR_TB DNP
WE_RBR_ (2-RER) B DPHP
MEZFR G-FE-2LE)E DMPP
SE_RR_FER DINP
RE R R DIDP

EirY: 18FhBE — FERES .
HamblE
1. RAARFERZE, Oasis® HLB Glasstt. WMEHEE, kEEIE.

AR
5 mLEAEE /5 mL7K

L
5 mLiE s

Ak
5% R B2 KR R

i
5ml Az

RSET

2

ZEInER

53 #7LC/PDASELC/MS/MS

2. Bk, FEGHEREFSRMRESNFR(ER. &), Certifed
Sep-Pak® Sillicat

it/ FEE
6 mLIEC ke

#
BUSLR £+

Rt

6 mLIEC ke

o113
6 mLZ & Z B

RET

=)

ZHEBInER

_E#153 471 LC/PDASELC/MS/MS

FiE—: UPLC/MS/MSHTE

BilRH

LCR & ACQUITY UPLC H-Class & 4t

BT ACQUITY UPLCHSS C,, 1.8 um, 2.1 x 100 mm

TEAEA: 0.1% FAZK & i

SR ENHEB: ZIE

TR: 0.4mL/min

B R B ER

BehiEl (5344) (jﬁn) A(%) B(%) Hi%%
0.00 0.40 65 35
1.50 0.40 25 75 6
2.00 0.40 0 100 6
6.20 0.40 0 100 6
750 0.40 65 35 1

HERHERTR: 10 L

iR 35°C

HaaE: 10°C

SRR ACN

EER RSB H,0:CAN=95:5

mfTR{E): 754040

Bt

R ACQUITY UPLC TQD

BRI ESh+

B E ! 32k

BFRRE: 120°C

BUAFISBE:  400°C

BAfSRE 650 L/Hr



KR S8 ERR — BHERERUPLL/MS/MS D HTRE R H 3

HiE=: UPLC/PDAR %

BilRY

R RS JR4F 1 UPLC H-Class/PDA

B ACQUITY UPLCHSS C g, 1.8 um, 2.1 x 100 mm
K 225 nm

[EDN 45°C

TR 0.4 mL/min

pikIki=k A-K, B-ZRE, #ITHREER

-

BCOBLIEE 2+ 18 B ilddx

UHREM 290

KRB R2INF S =E%

[100]

TTaER

Qasis HLB Glass#¥ 5 cc/200 mg
Certified Sep-Pak Sillica 7% 6 cc/500 mg
ACQUITY UPLCHSS C g, 1.7 um, 2.1 x 100 mm

VanGuard Pre-column, ACQUITY UPLCHSS C,,
2.1 x5 mm, 1.8 pm, 3 pes/pack

LC/MS IATERE R IR

186000683
18600461
186003533

186003981

600000751CV






BB+ %E | & P e Rk A FORA IS B 75 7%

HaobE

—MRMERE R AR g ETEOE R, K25 ml, RIERS
JEF50CKBBAE20 min. AHEERF MRS K2 mLA
ZEsER®R2ml, JRIERESET8000 vminZ:5 min, KB
ES0mMIAERP, HEMK20mUAR, RIEEBESmn, BLE
BRBEEBZR—REMR. AKEREZE, BY. REELE
#&31$0.22 um GHPIEE, FME .,

EEBE A ETWARER g TEOE R, MECKIOn, F

60 “CKAIN#L5min, FANEEDARBIER, REMEKER

(1+99)25mL, ZBE21 ml, JRKERSET50 CKABAE20 min, A H]
EEEEMTSHEMAEBR2 A2 BEE &2 ml, SES, F8000
/minB 05 min, HKIBEFBZESOMLIBEMRF, FKEMK20mL, B
HEBAES min, FEBVE, KEEBE0mAEMRP, KEk—
A FRR—RKENE.

EHR

e St
HPLCS 14
LC REE: Alliance e2695
BB & U AT 2489
BUR A IME 7=
ik Symmetry Shield RP18
4.6mm x 150mm, 5um
(#8445 186000109)
NIRLIEE A: K (BH20mMZ BE $270
0.1%Z B&E &)
B: ZBE
BB
;rrln':lne) (mT.l/(:nwin) e
0.0 1.0 95 5 6
2.0 1.0 95 5 6
18 1.0 65 35 6
25 1.0 95 5 1
& K K 210nm, 230nm
AR 20 L
- 30°C
HER: FREZ/7K (90: 10) 7&K

HHERR

FEZ/7K (10: 90) 7&K

[102]

TRERSWIE

PR EE R

B H6FRAR MR BE A Spg/mL AT RIS, HAP R, R
. KRRmE. LK. BEZBRMHBIKKH230m, [HE
AT K 52100,

0.2q

0.19

AU
Saccharin Sodium

Sodium Benzoate
Dehydroacetic acid

(Acesulfame

0.0

800 1000 12000 1400 1600

Minutes

400  6.00

200

.00 18.00

1. 3¢ E 45 pg/mL B X FhAR BT AR 2 1




BB+ MIE | &P e FhEH TR I FIBA S B 75 7%

||
% 4B B & (R BB+ iE]
0.00 e
BFNRINFIZET mg/L - 20 mg/LiRk = 8], 8% R %R%0.999. FRAEEE
- fRE . )
£ EXER ROk R )
H“hE—‘I 2-008 :%
2EE  Asesulfame 426 Y=6.10e+004 X-7.34e+003  0.999961 g
. -0.12 <
e SN e 47464004 X+1 624003 0.999011
Sodium
KRB Bse‘;‘i'c‘)’:t‘e 1045  Y=7.59e+004 X-2.14e+003  0.999979 0.0 ———
FIZTEE  Aspartame 1093  Y=1.98¢+004 X-6.44e+003  0.995155 oo )
WHE  Sobicacd 1274  Y=8.34e+004 X-4.92e+003  0.999991 < o0 5
BHEZE De'“”:;’j“e“c 1510  Y=6.10e+004 X-2.39¢+003  0.999683 012 <
95 10.0 10.5 11.0 1.5 12.0
Minutes
**DI:I %

3. thpt P A B A A 2 1

&it

E2. 3796$¢7Fﬁ1‘¥u”uqﬂiﬂ?‘\ﬂﬂﬁﬂﬁ’\]ﬁfﬂﬂ?%m

£ L =]
_ oo 3 g g B SR AT T 3R 6T 7R I T P Fh 7 3% 44 U (GB GB 5009.28-2016.
" o 5 < (B5009.121-2016. GB 5009.263-2016716B 25540-2010), A 7535

JFRERN ] SEAOT R & P ARINFI AN, AFRERR A9 7E
]mg/L 20 mg/LZ MESEEIA, 1HXRE>0999; REE. #E*ﬁ%m
KRR, LR, BEZRALETER2mg/kg, METEHNE
FR 410 mg/kg; Symmetry Shield RP18 @ A ER AR M BEER, 22—
BEUST 2 100%/KAE RSN E ERE. XA XESKBRENHEE
015 &g (AR P EEEKEED, REMHMELEYEEF
0.10 E"][héﬂo

0.05

AU

AU

0.00

0.30 E-H‘E%

AU

0.10

0.05

AU

0.00

20 4.0 6.0 8.0 10.0 12.0 14.0 16.0 18.(
Minutes
0.20

0415 bl

0.10

AU
o o
o =3
S a

-0.05

-0.10
0.20

0.15

0.10

" TTaER

-0.05

AU

-0.10

20 40 60 80 100 120 140 160 180 Symmetry Shield RP18, 4.6 x 150 mm, 5 pm 186000109

Minutes

11, TR 72 230 nm S AR A 60 E2 . [103]
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BRI R—NERNERY S, HIRITETEFHRT I
WEFE. BFR~ MmN BEREESER, WRINFIAER
EEEXREER. FRNATRIFISEEARERERR AL
RERTE; ZEIRRRRIRTE; 1ENRHIRAAOPTHT EREFORES CRUAERAD);
AR IMEE . ZE TR, TTRNAARS LR e, BiEE R
BE, REBURTHERRHIETT

LCS ¥

R ACQUITY UPLC H-Class

EfThE): 7.0 min

B ACQUITY UPLC BEH Phenyl, 1.7 pm, 2.1x100 mm
IR 35°C

HEhHa: KRR A (B AR ER)

TRIE: 0.5 mL/min

HERATR: 1L

s UV 214 nm

0.30 AU

1. Z B s REER
2.4

3 EPERH

4 LBERE

5. pInEE

6. P2

88,50 mg/L
71.00 mg/L
1360 mg/L
7000 mg/L
51.00 mg/L
265.0 mg/L

ARG EIEE.

{5 EZ B} {8] (min)
Z BRTEBEER £ 0.87 0.04 885 89.0 0.24 0.56
PERE A 1.35 0.03 71.0 713 0.21 0.42
FERER A 2.92 0.01 136.0 136.3 0.28 0.22
(L1 F4F 430 0.01 70.0 70.7 0.32 1.00
i]iz133 467 0.01 51.0 51.3 0.30 0.59
e Hfr B2 5.90 0.01 265.0 265.4 0.42 0.15
QC FR B ERH R EIEHIE.
ITEER
ACQUITY UPLC BEH Phenyl, 1.7 pm, 2.1 x 100 mm 186004869
KRR RIS WAT200512
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RaP10HERERFIRENEFiE

&

ATERECHIREGYEW. HRRE. NMERE BRARS
TUWEANFMAZ—, EMNBREME. BX. ZELIENE
M, KEeRAXMAGREEST—ESH.
KEMEATEANALIERBER1#. E4RCB/T21916-2008
FGB/T5009.35-2016 R 46 M 7 ofpa R, AL T 10MEEFIA
B A 485

Waters Symmetry €3 3%

MRS

1 FOasis® WAX/NE T IXE I 24T 10M S A E & FIAY Sk, HERT
EATEERE. RE. 9% ZAREBEANENRATER
MIOFEMEET, FITMUEHLITEREIRTNDSE; &
BEEBHNRE XN RBBLRERE, LHEFREL. K
A FPTFEEY IR AR AL T AR 7 3X 4> (6] /L

B %

RE:

RERERORE. BE): BAEERI0mL (A - S4BT RINASBE

IRBR — | fLk), pHIETIE6/E, FF0ASIS WAX/MViE (Bcc, 150 mg, &R
42186002493) 1L

BAEEGR (A): BT g, AN8 mLAY80 “CHzK, FRIHIZENI0 min,

724000 rpm T/ min, E EER, FABGEERINA2 mLAY1%
FKZEAR, FHIEEI0min, 7E4000 rpm TEi5 min, &
REFER, pHETE6RE, H0ASISWAX/NAE (6cc, 150 mg, ZRHS
186002493) 41k,

=

FeAG0ASIS WAX/ MES> 51 A5 mL R B2 A5 mLB 4K #7781k, B10mL
AN BRERRREE, FERE. B9 35 mLBLEKFIS mL
2R RO JEOASISWAX/ ME . 5 J5 5 milL 5% & 1k FR BRI 71 L Bt SPE
INEE, IRERERLR, TESOCKIAT, ®ARWTRE, Al mlAys%H
EEKARER, 19045 pm PTFEJRAR (EB1FS: WAT200536) id 3%, 7%
HPLC LA 4.

SRSR
AR &M
(S TE =R St
RIER S Alliance e2695 B LB — %
BRI NS 2998
HR: 30°C
HAFE: 20mL
TR 1.0 mL/min
g A BH20 MZBRERM7K B R
mahE B: Rz
&g Symmetry C18,
4.6 x 150 mm, 5 pm
155 WAT045905)
&K A 254nm
B
(Tl:]':'; (milll:r:vin) A% B% Curve
0.0 1.0 90 10 6
5.0 1.0 90 10 6
10.0 1.0 75 25 6
15.0 1.0 55 45 6
20.0 1.0 2 98 6
25.0 1.0 2 98 6
35.0 1.0 90 10 1
SLIRER
R R I
0.03 o
¥ | I
0.02 o -
2
0.01 1 .
0.00 L—JLLJ
00 40 80 120 16.0 200
Minutes
134 6.FE 2 125205
24715 R [A=ES 13. B 4L
3 E1 8. EMRE3 14, 7R EE4L
43834 9FRLL
5.08A5 4T 10, EEMH B4
A NSIEAZERNF—ME EBLI2SIENAE.

1. 10fh &8 2B FRTE254 nm T B & 1% ] G 295 ug/ml)
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RRPI0HEREEHRIHEMN RS E

T etk

10F &AL E 0.5 mg/L - 10 mg/L¥R E = 8], 485 & %{R?>0.999.

BB {REBHTiE ZHHE HxRHR?
e New red 6.07 Y = 3.03e+004 X - 2.89e+003 0.999874
TR Tartrazine 7.22 Y = 2.28e+004 X - 4.53e+003 0.999871
k40 Amaranth 9.15 Y = 2.74e+004 X - 1.38e+003 0.999891
BRBELT Ponceau 4R 12.20 Y = 2.70e+004 X - 8.31e+002 0.999883
TEWRE2 Quinolone yellow 12.58 Y = 5.96e+003 X - 227e+002 0.999003
BH%# Sunset yellow FCF 13.54 Y = 2.27e+004 X - 2.20e+002 0.999862
B Allura res AC 15.39 Y =1.67e+004 X - 2.13e+002 0.999847
= Brilliant blue FCF 18.16 Y = 4.57e+003 X - 1.95e+003 0.999994
ER LT Carmosine 18.45 Y =1.11e+004 X + 1.99¢+003 0.999419
FREELT Erythroseine 20.59 Y = 3.26e+003 X + 1.67e+003 0.999985
K1 I0HEBENRERE, &M FREFERXRER.
HaoEiLE
0.20 :
0.04 E
0.15
0.03
2
< 0.10
0.02
0.01 0.05
000 0.00 NIV
00 40 80 120 160 200 240 00 40 80 120 160 200 240
Minutes Minutes

E2 B X B e R A

E4. BRI EEE.

0.004J

!

énse yellow FCF

AtturaresA

E Carmosine

0.05

0.04

0.03

AU

0.02

0.01

0.00

0.0

4.0 8.0

12.0

16.0

Minutes

20.0

10

24.0 00

4.0

8.0 12.0
Minutes

16.0 20.0 24.0

E2 BAIE A,

E15. 57 10mg/kg s IR B R & i
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BERP10fHhEREEFRMENFHE

Bl LR it
TREIMECF=ZMAMKET, TEAHERHOERELER, AR T77E R A Symmetry C B IEAR ST T 10FE KAV EAAGN. 1074
Etd 0.5 mg/L 2mg/L 5 mg/L BRAFREFNSEE. §HTFEWETER RN LB 8 NTR
Edg#= RSD% [ElE RSD% [EMgEE  RSD% B, EWMEFNANES, AFEEREF— A IEHRTES;
i ) b I i ) T REREAER, RA0ASS WAX NEHETHE God L, JEIE M,
i 816 54 882 16 87 25 EBERERRRT®. BRASIEKEREMNSS, HbofHEeE
fFER. %20 51 8r8 18 916 58 TR AL B R B R FE67.4-111.7%. BFEREEREZ, i
L 175 38 86.6 24 87.3 6.2 FREICRF LB DRIE; FREL AT EmE, S58TK H
BRAEZT 674 40 73.2 6.1 76.1 48 BEMSARNHERX, HREREERNBLACTE %, E
k2 100.2 24 89.4 1.2 932 44 LB ARG, FrFREL 7RIS TR 5 = £ AT, SOt RS
BE® 904 6.5 88.2 18 886 55 & AR B R A% B R B VR A/ NBIPTRERS TR AR

B 896 6.3 885 2.7 88.0 34

= 88.8 2.4 885 25 87.0 50
ML 863 7.3 83.6 2.3 81.0 36
FREELL 462 7.4 50.1 59 51.4 56

R BB IRBIFE R R IR BB B E

2 mg/L 5 mg/L 10 mg/L

B RSD% [EMgZE RSD% [EUEE  RSD%
% n=3 % n=3 % n=3

ESEAN 754 2.6 75.0 40 775 43

TE#E 658 18 743 74 60.8 5.7
TR 472 33 74.4 5.2 69.6 2.5

BERELT  46.1 35 64.6 3.0 477 5.7
WEMEE2 654 38 84.7 7.8 78.8 2.7
H%# 619 30 76.8 2.4 80.1 2.2
AN - - - - 90.1 40

= 69.9 9.2 84.5 14 80.6 6.1
ERH4l 826 2.0 939 2.4 85.9 23
FREELT 241 1.9 285 5.2 243 54

3. BT BRI E R EIE.

1 mg/L 2.5 mg/L 10 mg/L

ElfgZ=E RSD% [EIE RSD% [EUgE RSD%
% n=3 % n=3 % n=3

EEAN 933 46 96.4 45 96.8 50

EE 1057 5.6 86.5 5.6 100.1 48
BRAEZL 1037 48 101.9 4. 100.0 29
EUhE2 879 76 102.7 5.7 1.7 6.1
H¥%#® 977 38 97.6 32 97.0 26

H®O 984 40 1017 33 99 23 ITEER

B 959 38 91.3 40 91.1 48

R4 1036 36 97.3 39 943 48
Oasis WAX 6CC /150 mg 186002493

FREELL 509 40 52.9 33 51.3 5.1
Symmetry C g, 4.6 x 150, 5 ym WAT045905

4T NERAYI: g =, N

R4, LDBTE R BLRIR B9 B PTFESE B, 0.45 um WAT200536
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2L B PR EER ST

]
HaobE
BA#5.09, MKER, BFpHELE, #KFH5min, TLAEEH
KERZ2SmL, WEEBERSml, 1 0asis® HLB SPEALFI 18 1 %
A=,
=k
LCR%: ACQUITY UPLC® H-Class System |
SR PDA .
B 254 nm N |
ik ACQUITY UPLC BEH Amide, 1.7um, 2.1 x 100 mm ' ;
SRR 50°C | | i {2l ¢
RERA: ACN 1 IMA A L NBLE 2R A
S ENAEB: 10 mM NaH PO, ' o
mantEc: 0.1 %H,PO, K% &

SCFR 1 dR 65T & S DTS

X FAuto-BlendIhBE, #ERMT
HE

B8] (min) (mL/min) Ao : I]\gE
& 0.5 88.0 7.0 5.0 & ARSLE R AVRIFEACQUITY UPLC H-Class R 4%, BEH Amide 1.7 um,
6.0 05 80.0 175 25 5 2.1x100 mmeBiE4E, X2 45)LE0H5 AV TR E R T AN

80 05 77.0 220 10 8 LR, RRERKH:

9.0 05 65.0 35.0 00 6 1. TSR HFEEACQUITY UPLC H-Class %t =, R FIBEH Amide 1.7 ym,

10.7 05 55.0 450 00 6 2.1x100 mmB AR ENLE D B PMZERIOESR, B5H
6
6

CEYMNABEYEIOMNLE; TN FESR, STIZHE
BRERRERZENDEEHEI6M L.
2.2 MTEEN M. HP, IEROCRIESHED TS
i, SFZEER (R B A [RSDIE LS/ F0.12%.
ZEERREEE 3 IR$FHACQUITY UPLC H-Class B %8, 87 M7t/ 7 A9 Auto-Blend Plus™
IheE, Et, EZRFLHATHEAREZRAE. HE T4

108 05 88.0 7.0 5.0
13.0 05 88.0 7.0 5.0

TRFRENAKENE, AKESTERHZE, WAEE
5 j RIPRIR T RIS AYATIIEEFE, PRI T KIS AAR.
g
¥z
I
> |
| (-
I
e I e S &

STHIZHBRR SRR EI6H ESEHE N TER

ITEER

QOasis HLB 6 cc/150 mg 186003379
XBridge Amide 3.5 pm, 4.6 x 150 mm 186004869
UPLC BEH Amide 1.7 pm, 2.1 x 100 mm 186004801
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FHRERFIFBYIIES RRPIER ST

(1]

K HUPLCCRER DT R AN AcCQTag" T STER RS
ACQUITY UPLCPR e 5 —h—, TT BRI RERNEENE. 1Z277%
SIVERE 2R ) LEE 75 A0 AN 2L B S A 1R (R HAh R E R (9 —Fh e
B ENBRTR.

ol

L FIBR LER F 4R 4> 3% 1:25F01:100 F50.1 MELER F5 7%
TRE 100 LA fEORE S, 257532575 90 mLeNR 2 BR /K R &

7105 CH A T KR4S

AR EAERRII0mUKRENER, HHEIRF60 miiiREEZM
BAN0mL 0. IMEFL A RHERIRT, BEHD.

FIA20 ml AccQ-Tagizx 71,
FE55 ‘CT AN 10434,

BilRy

=EHRE, BEaH3
B mLR R R

1X=5: SREHEACQUITY UPLCR 4t
=2 e AccQ-Tag Ultra, 2.1 x 100 mm, 1.7 ym
R 55°C
R E: 20°C
TR: 700 pL/min
SaiEA: AccQ-Tag Ultra FRAB SE B R AR 2055 BE %
SRENHEB: AccQ-Tag Ultra et i#&B
HREERE: §535%5£-95:5 )K:Z B
SR E-5:95 K 2B
HREE AccQ-Tag UltraZK fR7=41 (B ILUPLCR B R AT
RITRIERS)
RizfThY(a): 9.5 min
R Tl
& 2L 5ME (TUVELPDA) 260 nm
AR & KA 266 nm
K EHEAKAT3 nm

IRCEN]

Derivatized Amino Acid
N N
i 20 | BN N \[r
0
iz~ 15 P 0

H H

NH. N N
@Q’ : B b ®
+ 2 2 o Pz

N N N

Succinimide

+00z

6- Aminoguinalone (AMQ)

B0, FEAQTagFTEI P, AQCEK A T LUK A LRI E R ERAF
U —RAERN _RRBERRERLY, HTER 5 EIM AR
ELIEY. EROEANTEREBHME TS KREERSG SRR
BB BFROE Y.

bis- aminoquinolineurea (deriva tization peak)

>rw>
=0~
=<o

2. 10 pmol#RAE 5 A9 8 3 A

0.09

4 h~0.4 g

"] MJ )l

BOLEITYR ~0.15 g

0.00

1.60 3.20 4.80 6.40 8.00
Minutes

B3 K FRIE I FIZ LRI PR R B A . ST B
FEEXE it (77K .

TTEER

UPLCRER T RIMT I~ mE R 1760901279




UPLCAIE MR Ry REER &

HoERIFIERITE

AN R T IEIR40 T EIEE, M, I80B, HTY
AXB AR R ERRBUEHNAR 000 T TREESAE
B, F80 %HIZEZ/KER 10 ml 08 T A IRIRER05h, TR,
TEEMNOnLERGERAIHN ZEFRR—K, BEREIH, BA
T32BIPHE FATHRAE A, F95 mL 4 M/LEZKIIE, IR T80 CT
WREZETF, HA3mL0.1M/LRRERER, BRB O E20min,
FA0. 45 ymBFLIRARIL IR, JEIR B0 pL = PTEARAEIR(E. HEAF

21l

X8 il &R Hll &

ImM/L B RBRFER: FREXEEER20. 4 mg, INEBAE/KE B ZE100 mL.

TR
BHAETAES5:1 G BB SRR R E— 2T

HEERERRS; BRIOUWMREPREFRED, RERAR
5 BB ULTERFZENRED, LAEREIENH, =R

mE

E1 min; FAFHOER O, 55 CINHS min.

BigRH

o i SRAFHEACQUITY UPLC® BEH C, , 2.1 x 100 ram, 1.7ym
KIME M A : 248 nm

A 55°C

HERREMHELR]. BREREUSERITEARKTFS5000.

SEEBRNREE BUXRSHEERKERTR, FTAE i8] (min) iﬁﬁ WA (%) HkERRB (%) ) BE )
RET ml, R — X To%A91.5x 15em it B, 1025 ml & SEAA (ml/min) A () i
. 65mLEBLIK, FERES, &XFpendof BN IMLEH. RE 0 0.7 99.9 0.1 6
2. 0.54 0.7 99.9 0.1 7
574 07 90.9 9. 6
&% & SFE  C@MLD)  C(mg/ml) 774 0.7 788 212 6
! FIILER 133.10 0.25 0.03328 8.04 07 400 60.0 6
2 wER 105.09 0.25 0.2627 8.64 0.7 400 60.0 6
3 BERB 147.13 0.25 0.03678 873 07 99.9 0.1 6
4 HEm® 75.067 0.25 0.01877 95 0.7 99.9 0.1 6
5 AEE 155.15 0.25 0.03879 F—
9 BEm U2l 02 QL0559 SHPERA: BRAccQeTag" Ultra Eluent A 50 mLAIN #8257k 950mL.
7 HEm 119.12 0.25 0.02978 SHRB: BAccOrTag Ul Elent B
8 AR 89.093 0.25 0.02227
9 R 115.13 0.25 0.02878 &R
10 PR 24030 0125  0.03004
n MR 181.19 0.25 0.04530 ‘
12 i 117.15 0.25 0.02929
13 B8k 149.21 0.25 0.03730
14 B 146.19 0.25 0.03655
15 BRER 13117 025 003279 TR L‘H.I, i
16 HEM 131.17 0.25 0.03279 :
17 KRR 165.19 0.25 0.04130
18 B8 204.23 0.25 0.0510
&1 ERBERRRE. |
e IHE l o | :
BFETAESSH] °C, B—MRETEFIN2A, BREENIRERITH ———— . ':ff_iLf." - ‘l__' pa—

BT EMERE; B B R2BEART, E5ME, AR
23105, 55 “CHIFA5-10 minfELT4E 745 #E (JIFAARISFHBIL 10 min) .
BAEBEOTTERFIMATIERD, TEZEERTFIEH,
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1. SEBE XS R 45 (A) TR (B) UPLCEE 35 -




UPLCIE R PR EEREE

# H» ® W B B R
S SR
1 0085 0.128 0485 0014 0.128 0273 0089 0101 1128 0011 0418 0052 0061 0112 005 0.158 0241 0.157 3.691

2 0097 0157 0569 0012 0206 0314 0092 0.102 1562 0011 0334 0048 0062 0102 006 0175 0334 0.138 4375
3 009 0134 0678 0021 0135 0238 0087 0118 1084 0012 0329 0026 0012 0.141 0067 0.171 0.128 0.108 3579
4 0088 0152 0632 0028 0.178 0501 0.09 0.109 1.068 0015 0336 0038 0083 0.139 0082 0214 0139 009 3.988
5 0099 0157 0558 0025 0210 0331 0100 O0.117 1021 0013 0365 0091 0052 0128 007 0168 015 0119 3774
6 0078 0.181 0648 0027 0201 0426 0097 0112 1129 0012 0320 008 0053 0135 0069 0.164 0241 0.165 4.147
7
8
9

0096 0.154 0.748 0.029 0.188 0551 0.101 0.098 1111 0011 0401 0425 0061 0.143 0081 0.202 0234 0091 4724
0085 0.167 0.806 0021 0.176 029 0.108 0.111 0994 0.010 0476 0095 0052 0.131 007 0.164 0351 0.131 4.238

0079 0.182 0624 0026 0.199 0384 0.109 0.105 0984 0009 0485 0.105 0055 0.135 0073 018 0173 0.166 4.073
10 0.105 0207 0593 0029 0.175 0347 0112 0121 1327 0013 0423 0092 0055 0.154 0074 0.174 0201 0.155 4.357
11 0084 0169 0674 0027 0134 0317 0189 0.134 1546 0097 0442 0088 0041 0.151 0083 0251 0218 0171 4822

3. MANT o BRI E L

% %M
ZHE o (ma/mL) 2 HiPR (ng)

HEM  y=2607105x 09995  0.0078-0.156 0.02
E® y=393'10% 009996  0.0053-0.105 0.02
BEE  y=216"10% 09995  0.0038-0.075 0.05
H&EE  y=541"10% 09996  0.0053-0.105 0.06
REEB  y=3.04"10% 09995  0.0067-0.133 0.21
AEE y=260"10% 09995  0.0074-0.147 0.38
FEE  y=349"10% 09995  0.0060-0.119 0.03
AEER  y=459710% 09996  0.0045-0.089 0.02
EEER  y=333"10% 09996  0.0058-0.115 0.04
Bt&EER  y=5.4810% 09997  0.0030-0.060 0.27
HER  y=456"10% 09996  0.0073-0.146 0.25
BB y=239"10% 09997  0.0091-0.181 0.07
FRmeEf  y=280"10% 09997  0.0077-0.149 0.06
HEE y=360"10% 09997  0.0059-0.117 0.12 .
S=EM  y=321"10% 09994  0.0066-0.131 0.13 RLCIEL
=EE  y=3.12"10% 09995  0.0066-0.131 0.15
FEREM  y=24810% 09994  0.0083-0.165 0.03 ACQUITY UPLCBEH C,, 1.7um, 2.1 x100mm 186002352
BEER  y=193"10% 09994  0.0102-0.204 0.11 VanGuard Pre-column, ACQUITY UPLC BEHC,, 186003022
T4 GEBIRERRZMEEE. 2.1x5mm, 1.7 um, 3 pes/pack 186003975
AccQTag Utra£T 41X FF, BT #E47250R 247 186003836
AccQ-Tag Ultrait it A (PR 45 7%) . 950 mL 186003838
AccQ-Tag UltraZg it /&B, 950 mL 186003839
KBREFBRIREE, 10x 1 mlRWE WAT088122
SERHRM, 100MERR/E 186000384C

5 o] B2 JR{T M AccQeTag Ultra ACQUITY UPLCER B R /0 4

77356 (BEAQeTag Uliaid 7160, 23%4%. ARi% 176001235
ATIB. PTEE. KERFER. 2RI RM)
SUPLC AAA ¥ DI BE SR IR E 1 (BC & R EACQUITY
WPLCRZATRER S . BiEEHEACQ Tag Ulra i
flE. BiEE. ERKANB. £T4E. FERIRE
. EEEERR. ¥AFMHAREENRY)

176001279
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ARk R P r) R EER

||
&
KEBRSMT—EERSFEMTLPHEATHRSR TZHNRIENR
fE. S EBREEMRAKRHHRERNLLOIZERNEFNENX
AL,
&
EREEMRN—I2, —RMILREMNEER. REae. 22
MAZHHERFTTERMRE. FHFRRUETHRE X1.0 mg/mLAY0.] MHCUA

BRI, FRESEEERRMB. DTS RMETFE-80C
T. RFRIFRAE R ANIST 2389 EERAY0.] mol/L HCB LR, $H
B A5, 100F1250 pM/uLo

HaiTER

FECTAECALIRRT, 5800 MHCUX6F MR, BT AR, &
LT T R EIEE A0 MNaOHP AT B AER. FAEETALAL IR
I EEFEIRFHUPLCCR ER OMTRR TR AR GI5E (S
71500129702) . XLELTENFZHEIL B R BT RENIMNIE.

1. 60 pL AccQeTag™ UltraBiBR 25 28 MK

2. 10 LB RIL R

3. 10pL 0.1 NNaOH

4. 20 pLEC B 3FAIAccQeTag UltrafTAE IR 5

=k

R ACQUITY UPLC®

it AccQeTag Ultra, 1.7 pm, 2.1 x 100 mm

R 55°C

R 20°C

Tk 700 pL/min

TENTEA: AccQeTag UltraE Bt B ATZ1: 20 B BT MilliQ® 7K Fp

(GREEHE)
REN1EB: AccQeTag Ultrasst fii 7&B
HE: AccQeTag UltraZK 5% (FEUPLCREBR M FRIR T3
TR

RIEfThdE: 9.5 min

HAHATR 1L, $HaEaIER D E SRR

& : UV(TUV), 260 nm

SRR % RSD S|EER % RSD S|EE % RSD

His 1.03 Thr 0.26 Met 0.21
Ser 0.43 Ala 0.27 Val 0.22
Arg 0.60 Pro 0.30 lle 0.23
Gly 0.39 Cys 0.18 Leu 0.24
Asp 0.24 Lys 0.23 Phe 0.23
Glu 0.23 Tyr 0.17

I RAKREFRAERER BB BT[] (5344) EIL
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z ‘ Poultry Diet

Swine Diet ’ . i

- .| L 2| 2
oD e

T It
hL,_J‘Lj‘ I uL_;_JU“ L

Whole Soybean

‘ \_J

El 3

‘ Soybean Meal ES
fﬁ |

SYARUKIE=Y), 6 ngtE LR, RAUPLCREBR D TREARTTER.

@uugtu L_A

U

SER RE|sl #EAY £5 XEH EHE FERE

I

|
G

1

4

His 2513 2504 2526 2534 2521 0.016
Ser 3.363 3358 3370 3373  3.367 0.008
Arg 3.546 3544 3553 3555 3551 0.006
Gly 3.665 3.661 3671 3673 3668 0.006
Asp 3.990 t3.987 3995 3997 3993 0.005
Glu 4.457 4455 4461 4462 4459 0.004
Thr 4.820 4819 4823 4823 4822 0.002
Ala 5.189 5.187 5190 5.191 5.189 0.002
Pro 5.752 5.751 5.750  5.751 5.751 0.001
Cys 6.599 6.601 6.602 6.603  6.602 0.001
Lys 6.661 6663 6662 6663  6.663 0.001
Tyr 6.799 6.800 6801 6.801 6.801 0.001
Met 6.944 6.945 6945 6945 6945 0.000
Val 7.064 7065 7.064 7.066  7.065 0.001
lle 7.787 7.788 (787 7787  7.787 0.001
Leu 7.868 7.869 7868 7.869  7.869 0.001
Phe 7.985 7.985 7985 7986  7.985 0.001

RE— P TEE TR AL REN B EI (D). EMREE

RFTHRHRHFERFIIE.

ITHER

REBRPITANE 176001235
AccQeTag Ultra i4£, 1.7 ym, 2.1 x 100 mm 186003837
SERER, KBE&Y, 10x 1 mlZERR WAT088122
LCMSTAIE 1 Sh i 600000751CV

SEE: KI5t A¥THEI720002804EN

©201 14 RHFH/AS). Waters, UPLCFIACQUITY UPLCR IRttt/ SJ A EM BIAR. AccQeTagRIRHF /2 B YT FR.




I8 A P PRy S EER

]
kg

BIGAEESF

| TR BET NEREESF _HRRREITEEF

2. NEFRM R IR RPRERS, FESTRIHEEFT-80 CT.

3. B EMHERRARE, FE16110RCF x g FE/L—2040, SA/EFH0.1 MHCL
R0 LER.

4. CTAEARER: 70 pLERER B 2R, 10 LB AR, 20 pl AccQeTag™
Ultrai®t 5

BRiE & B

1 RES: WIHE. 24/0RY, FEARTI—REBELER

2. E—REBEAEN—EERMNEERERERR, MRS HERE
#T-80 CT.

3B ENERRERE, F16110RCFx g B/ O—52%H, 201 MHC
R10% R LER.

4. LTEARTR: 70 pLEIER ER 42 MR, 10 pLIE RS, 20 pL AccQeTag
Ultraizt 57

MEXREEF

1. PR RR YK B Z T 5 BB MR

2. 12 oz AR REHE R, HEDWRIMERFT-80°CT.

3. B ENEEMBEIE, 7E16110RCFx g N EO—5250, REF0.1 MHCL
0% LER.

4. CTHEAIERTR: 50 LHEER Eh 42 ik, 10 LA A%, 20 uL 0.1 M NaOH
(FAFHiT EHER)

5. 20 pL AccQeTag Ultraiz 5l

HRITER

PIAEACRFITER EEPHIES 5 T SARFIRIER L. EiR 3 RHOIER
T AP RT TR TREBERE A, K PR
RO AT R RIS (B 1HS71500129702) BEAN A T HERT
TR 1.

LCR
R ACQUITY UPLC®
Bt AccQeTag Ultra, 1.7 pm, 2.1 100 mm
iR 60 °C
MR 20°C
IR 700 pL/min
RENTEA: AccQeTag UltraBE B SR AT 11 0F B T-Milli-Q7K
REN1EB: AccQeTag Ultrasst it i&B
CEp RN H 95:57K/Z %
SRR 5:95K/Z B
B AccQeTag Ultra#liRBES 753 7% (FEUPLCR B BR 4T
BARFTRPIRME)
Bia{Tha): 9.5 min
HREHATR: 1L, $HastEA9ER s E SR
& UV(TUV), 260 nm

Asn

6-row Pale Malt
0009

2-row Pilsener Malt

0006

AU

0003

0000

0 210 240 270 300 330min

Ell. FREEA XX FZ R REREF.

AU

Beginning 5 - B

24 Hr
Day 4
0039

2 o00s

[E12. (AR AUPLCR BB TR TTR, BB —R RSP TR ERAY
TEBAKF . B)NAKE B 7T RS D2 M R B AL,




BRESTPEER

(-]

RAEMRRBRE-NEEFENEDR EFREMARANRA”
e RAREFAESHURABRILGUPLCO) DT TSRS, 12977
EUKIS D PEDE. B ZARE S (PDA) T FIEH STEHMS
FIMS/MS., 1B % B T (MVA) TN BE 16 3R W SUE AT/ A, IX
EANATREE TS BRRE T Z RN ABER.

A

TEHTRI, E FECAPDALG NSRSt ACQUITY UPLCPR 4, H5
Xevo® G2PUARAT & 47 8] BTt {X(QTof MS)BX FH, HFT A K &4 mE
1 IR FNFERE.

BiRtt

R ACQUITY UPLC

Bk ACQUITY UPLCHSS T3, 1.8 ym, 2.1 x 100 mm

LEH 45°C

HERHARTR: 3uL

TR 0.4 mL/min

TRENAEA: 10 mMERBR $27KE R

TRAN1EB: B

BE: i 18] %A %B
(min)
0.00 99 1
0.75 99 1
2.00 95 5
3.00 95 5
6.50 45 55
8.50 10 90
9.00 10 90
9.10 99 1

UVRE

UVER % ACQUITY® PDAE T 2§
SEE: 210-500 nm
SRIEEREK: 205/%)
ik

MSE Zi: Xevo G2 QTof MS
BERR: BHRERBT(ESH

1-ﬂ29 4.80 S12
i Authentic
50e27 | 4.56
2 M 5.61
VJUU 173 273 3.7
0.0
T T T T T T T
1 2 3 4 5 6 7 min
S11
1.30
4.80
5.0-2 Adulterated
2

A
%%b
~
E
5
tal
{(E

0.0 1

S10
Adulterated

5.0e-2
o}

A

0.0 1

ZREEAIUVTEE (FRER K K-283 nm): S10. ST1FIS12(IESR).

1: TOF MS ES-
. 609.182 0.0030Da
100 S11 8.09¢3
u\u 4
0 T T T T T T T T T T T T T
15 20 25 30 35 40 45 50 55 60 65 70 7.5min
_ 5.66 1: TOF MS ES-
100 609.182 0.0030Da
S10 ‘ 8.09e3
BN H
|
N
JA\
0 T T T T T T T T T T T T T
15 20 25 30 35 40 45 50 55 60 65 70 7.5min
_ 1: TOF MS ES-
100 609.182 0.0030Da
S12 8.09e3
=4
0 ! ! ! ! ! ! ! ! ! ! ! ! !
15 20 25 30 35 40 45 50 55 60 65 7.0 7.5min

S10. ST1F0S12Him/z 609.1816 (18 KX H) 912 IR B F &2 iE EI(XIC).

TTEER

ACQUITY UPLCHSS T3, 1.8 ym, 2.1 x 100 mm 186003539

SR KR AP 720004193EN

20124 SRt /2 5] Waters. ACQUITY UPLC. ACQUITY. UPLCFXevos iR #¥it /A S)AIEMBIAR.
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RRFERIEFPHXE SRR

HoblE

TR FREZE (25ppm). B2 HE (25 ppm). FRIAE (15 ppm)-
BRI HIR Q5 ppm) . REHEF (25 ppm) FBIAF (15 ppm), F10:90Z
EIKFHERETIH &. FIEARES LY R B X EE R AR

. . . EERES S gpAE om0 LA
REFHHER, BN LBOERERD. EERBOET, A4 mL
80:20FR /7K, SASGHBAEANIE1/)\ET. ZE3000 rpm N /025060, MEFIRE ™
\ . N NS S o O S, N HO. oy, O HO I:‘A---"c’
IR mL_E S, FAA045,mGHPSESI ST IR I8, FREAT A, 111 Ma“f’“"ﬂ‘l
- P ‘oH |
AR E RIS 50 )L NEEILAKIR. BE10A S, Ras ) wr YL
50 LVKEERS FALA TR, 723000 rpmi NERKHER B LS 8, KT REER o LA,
EERESHIA0.45 pm GHPE S T R AT " . ,;E.
- L,
jf' Tl,‘,ﬁﬁ ' °..‘.;L-\;;:.,a]|,%n\_l
=1 ! Q L ,L o --.__1.-"‘-\_,.--' S
& EE 5 " oH = | l
BERE = 9 Ay
KZH (SRM) 104.2 mg
RKEZH (SRM) 111.9mg SHE T
RKEEBDEY (SRM) 365.6 mg
REIREEE (SRM) 973.7mg El. = ETEATRERRRALZ EEHR E5 82X RAHENNE

ATBERILETIH (FE)

1119.2 mg

1. BT oHTaItE .

Bit&Ht
R
e
RantEA:
B)1EB:
L=

BE:

TR

M
BT
SRLEHR:
BHER:

BCHPDALE ASHIACQUITY® SQD

ACQUITY UPLC® HSS Cyano, 1.8 pm, 2.1x50 mm
0.1% BB R

01%FRIZIEER

30°C

TRBNTEBTE10%R4F0.36 min, 7£3.6 minAIM10%
BEANZE30%, FE30% MR$F0.36 min, ER#HAFZ
B 10%EFHFEZH 51.8 min

0.58 mL/min

UV 260 nm

3L

50:50Z f&/7K

10:90Z B&/7K

XEEUPLCA 2 B2 FIACQUITY UPLCTT A& # #it B ak B M5 ym HPLCTT
EHATIR . X3F5 pmA02.5 pm, T AZIT B E X e 1 R I [

HPLC% -

Btk &% 1%
MSER 4t
BER
EMEHE:
HILBE:
Blaf=:
IS
TBRE:
BUaf<URE:

R4 SQD
ESl+
BEFITRESR)
3.19kV

50V

600 L/h

0L/

100 °C

350°C
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EFRHAYH BEH BREEH)HNEY.

HPLC
1 2 3 4 s ,
5um A

0 12 14 16 18 20 22 24 26 28 30 32 34 36min

w1

20 25 30 35 40 45 50 55 60 65 <70 75 80 85min

UPLC
1.8 um /\
10 i P 1

[E2. CyanoB2 i1t £ A T 7 B BAR A R AIHPLCFIUPLCAMBS(UV): XSelect®
HSS Cyano, 5um, 4.6 x 150 mm(_E); XSelect HSS Cyano XP, 2.5 um, 4.6 x 75
mm(4); ACQUITY UPLC HSS Cyano, 1.8 um, 2.1 x50 mm('FF). R FHACQUITY
UPLCTT 2 B it ERS IR E. IEFIH AR, SRiE 5
1.0 mL/min. 2.0 mL/minF10.58 mL/min.

AL E4(opm)
1 RTH(25)
2 HTHH(25)

153 H SH_MERTHE IHDER
2H/GHY CZBERTH 10HSHEE
3RBIAH TZBERGTRE 1) ZRERRAHE
ARTHERTE  SH_MBERAE 12RBAR
XER
060
3
2 040 1
f
020 2
. le 670001 1
KRS
000 ¥
n 1 2 3 4min
RERGEA

3. 12 BUE (L 7T BB E) FUK R (TR E) & EES LR
(cSRM) B3UPLCMT




RRFERIEFPHXE SRR

|‘ 519 KBENRILREDH 3
I | weEmE ﬂ
‘ | (min) m/z 1&?@
(I -
H ‘\ 212 433 BEAE
| 8 E b,
m/z = “ 265 459 ZmEESE
m I 2719 489 ZmEmGEE il
| \‘ ‘ | ‘ \ 288 519 A B R A
® I “ ‘ | 307 285 ;;gg
l INI i
1 1 1 ) e
[ 1] ass I e e J= \___hwman
o W Tl I ‘
“‘ “ 44\7 “\ \‘\ “ ‘M “”‘\4?9“ \‘\ “‘“\\ 3 4 5 min
Y VAN B R G VAR I A G _ .
OWD 12 1.4 16 18 20 22 24 26 28 30 32 34 36 38 40 42 4.4 min @5 H?%*EEi&;}%ﬁéﬁ%ﬁ(7K%E%%i§EiEQUPLCﬁ\W; a) UV g
[260 nm], b) MS—/Z EEITIC], )18 B, m/z447 + 285]
_ = = B St = k=3
4, (BB FIER(SR). 22ESh LC/MSTHAK THCSRMAYIE. SRAMATEE], JRRETEITE, 2417+ 25 [RTHHNRTH

R, IR BREFEIEE, m/z433+ 271 [REIAREFHERAE]

TTEER

ACQUITY UPLC HSS Cyano, 1.8 pm, 2.1 x 50 mm 186005986
XSelect HSS Cyano XPE& i+, 2.5 ym, 4.6 x 75 mm 186006194

SE T RSN AP 720004193EN

©20134R4FH /A 5. Waters. ACQUITY UPLC. UPLC F1 XSelect 23R4 HEA S AEME4R. R ERFIAEE
NIREERA.
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KiFHEER. MHERTRAGR

& &R

B LM MR AR R ACQUITYCRB S UK AR B 35(UPLCOR it T—Fh

RER. A TTE, DI F/K/ B, TE7.50 09N, ERS4r10

FABMHMAERUEY, IRNMERMAMELNRACE. B}

BiERMY

R4 ACQUITY UPLC®

B ACQUITY UPLCHSS T3, 1.8 um, 2.1x100 mm

R 30°C

HRRE 4°c e

TRIE: 0.45 mL/min 3 s

TREIEA: K (0.1%ERES) &

TREN1EB: FAES (0.1%FER) o omom o e e e e e

EEp R pr @ 3:1:17K/ERER/Z FE(1000 pl) RBEARLIA5ng /L A EFIFR BBV EIEE. BRIUEEY6. 12F116 25N,

b i 5:1:1 7. B/ 5 S /7K (500 pl) £ 28270 nm F4EHK. *Z205 nm 125K, 167630 nm 42K

A nfTh(a): 7.5 min oy

AR 2 L, HERHARE ﬂ:ﬁjﬁ AR Btial EIMREUR K
(min) A% S (min) (om)
0.00 99 1 TR EPR) 0.64 270
150 99 2 R AR (C) 0.93 270
1.60 95 3 JEE(B3-OH) 1.21 270
3.00 80 4 JAER(B3-0H) 1.40 270
5.50 45 5 IH B2 (B6) 201 270
560 45 6 24 45(B5) 374 205
580 02 7 FDECE 5 55(E102) 397 270
750 02 e
0 % 8 FHBEB12) 463 270

9 & (B9) 4.70 270

PDAZ {4 10 e B 481 270

e ACQUITY POA 1 FDECEB6S(E110) 4.89 270

Vi 630 nm. 270 nmA1205 nm 12 EWFET) 4.99 205

Sy 12 13 HEEER2) 5.21 270

oS SRR 0ls 14 FDECLI 5402 (E129) 5.40 270

SRR 20=/% 15 FDECER B35 (E143) 5.94 270

RE YL [a): =) 16 FDECHE 51 2(E133) 6.02 630

17 FDECHE 5 1 2(E133) 6.83 270

Bl eEETHEYEE, IURRENEFZESMEBULKER. (K
BUEERAEY. RAEES).

TTE8

ACQUITY UPLCHSS T3& B 4%, 1.8 pm, 2.1 x 100 mm 186003539
SE TR Pt A ZE#1720003188EN

®20136KHF /A 5. Waters. ACQUITY. UPLCFIACQUITY UPLCE 3K 1t/ B) 3 A R 47 .
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BB THIE R R P RSB 547

]
HabE 2R
I B RAMHLENEEDRES R, BIABLER.
2. NS mL 2 MEOSEAL SRR 10 LI BIRD, AR . i ! —_—
30 mino 10ugkg
3. 10000 rpm#% T E1(212 min, N
4. BU1.5 ml b & AT IS SR 0 B AR BUR BRAL 2. E
EfBZEERiEE -
& 48 2 BU4E 1(Oasis® HLB 6 cc/200 mg)
1A
A.2 mLEAEEB.2 ml 2 MEL{L 5
i ; l S
e
15ml EiE& THAEE & R B AL AILO/MS B 1
L FRIIKE (pg/kg) MELER (ug/kg) RSD (%)
0.8 mLK 100 9 12
o 200 211 87
3ml1 % B RS & 500 488 5.8
1000 1010 80
BE48ZERT 12 2000 2000 6.5
E 1R ZE BN AE2 (Oasis MCX 3 cc/60 mg) G NFIKFRIT A
&t
2 mL FREZ2 mLK
1. % Qasis HLBAE A9 SR i £ 30 L1
2. F30.5 mLAR B st BE SE R R A /N, B
3—ElkE
RERTF, FHO4mIKEF AR
(=R E s
{3 88: R4 Alliance® 2695 &K 4t
B Atlantis® dC, , 2.1 x 150 mm, 5 ym
RIR: 0.2 mL/min
FaniA: 0.1%FER/KA &
HEE: 20 pL
BRHEEE: 30°C
Rt 5% 14
28 RFFHEZMDRE N 2§
B & B % IE & F (ESI) iThaE R
WEMEF BN (SR)
& RE #LEE (V)
B 72 20 Atlantis dC,g, 2.1 x 150 mm, 5 um 186001301
55 40 Qasis HLB, 6 cc/200 mg WAT106202
A IGBEEAR- D3 75 20 Qasis MCX, 3 cc/60 mg 186000254
58 40 LO/MS SAIERE &I 600000751CV
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TR # ch4- B BRI F0 2 - BR FR BRI 3 47 5 7

[=F ]y

ERERE—TMATEANERH, MUNESiHEEHRNERES
FRAEA-REIREE, A-FEKKE — TR L BN SRR EY)
B TA-RERM S TIRERA, & 8RR, ATk, fHhith
SN EEE, SEAANAMRARNER.

HaaE
E|HE 22 BY SPEfR R 77 22 ——0asis® MCX(3 cc/60 mg) /NE4 1L B 3g iRk}
@, BESDH, FES L.

AR ]
3ml FEZ /3 mL 7K
£3mlE &
B A: 2% ERIK A 7R /B: 100% FR BZ
PRSP E AL B

RET

b}

2 FEODER

£

UPLC H-Class PDAJ5 3% :

el ACQUITY UPLC BEH HILIC Column,
2.1 x 100 mm, 1.7 pm

e A 2B

STENE B: 5mM R

iR 35°C

&M 215 nm

AR 5L

={TRYE]): 3 min

TR 0.5 mL/min

ACQUITY UPLC XEVO TQ MS

BENRE S-SRk

BT ACQUITY UPLC BEH HILIC Column, 2.1 x 100 mm, 1.7um
antE A i

izhiE B: 5mM RER %

LER 35°C

pri=3--o 2L

E{THIE: 3 min

TRIR: 0.5 mL/min

Birt&Y NSy BEE SFx #IHE MiEiEE

o5 83556
4-FRELRR e [M+H]+ ES+ 83542 38V 14V
" 83>42
2-FRER IR e [M+H]+ ES+ 83556 38V 14V
&#R
JRETRERTIC,

TR RIS EE XL

IR AR S = A XL T

it

SR FAACQUITY UPLC H-Class-PDAFIZK 43ttt ACQUITY UPLC / Xevo TQ MSTIY
R s X4 - FRELBR AN 2- FRE BRI A9 & E A TSE, ACQUITY
UPLC H-Class-PDA REXFE T IAA Z1 mg/kg, SKAFEACQUITY UPLC / Xevo
TQ MSRBUE T RUAEN pg/kgs

R AR F B9 E AR 25 X SPE AR AR 77 SREC & Waters® HILICE R B 1SR E,
SF AR N FERFHREUR S BIRIAER, ARIRE%
UHRURBEDBIR.

TTBER

BEH HILIC Column, 2.1x 100 mm 1.7 pm 186003461
VanGuard Pre-column, ACQUITY UPLC BEH HILIC, 2.1 x 5 mm, 186003980
1.7 um, 3 pes/pack

QOasis MCX 3 cc/60 mg 30 pm,100/Box 186000254
LC/MSTAUE R dniff 600000751CV
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Dasis PRiME HLB-DisQuE QuEChERS-UPLC-MS/MSTISE A YR EE S =

BRAR

{8 FiOasis® PRIME HLB/ME#E 1T T8 (L AR BRAS AR FNRERS; @it
dSPE (43 BXSPE) B (L A BRFX B IMER A TR MY R, KA L%k F
RTINS EHRMELCR,

QuEChERSHREX: EXTIIE/NEH). FRE2 gt &, FAN50 mLE/LE . fin
AN10 mLKF010 mLRER/Z B (10:90) /8%, KR E T AR STk
21 h. SAEINAQUEChERSEE (FAT-CENTT 3£ AIDIsQUEIRBL L B, 2145
186006813), FIFK A1#RIE] min. Bi>(3200 3/434h, 5min)jg, BH
—Er EE R TEL.

#k: 48 0asis PRIME HLB/\FE (3 cc, 150 mg, #B#FS186008717) L7
mEEET RRBEARNASERA s\ NESEREE L. TF
WITIEE B BREN0.4 mL_E7ER, (81 0asis PRIME/NEFH F
R REBR mL EER, BB NMEFRERR. REHEE
MR LRSI SRR ERMFIA2mL dSPEE (FB14+5186008081)
A, 7213500 /20 &0 min, BRE00 L &R, TERMMASRH
BF, RISEATF250 LZAE/7K (15:85) .

W asR

UPLC-MS/MS{38 £ fHm A AR 7. FIFIH T AR BB AR A .
MRMZ R s B E MR S 4, SMARS R ERS AR REER
R, EONFERERSEENAE RIFOEMRE, AXRER
0.99.

UPLC&
LCR & ACQUITY UPLC® I-Class (FTN)
Bl CORTECS® UPLC T3, 1.6 m, 100 x 2.1 mm
TENAR: A: &H05%FEEIN5 mMPERZEKGE R
B: 26 0.5%FE M5 mMAEL$2AY
B/ 208 (50:50) /8%
TRANB S R
Bt ] %A %B
IR 95 5
1 95 5
6 30 70
6.5 5 95
75 1 99
9.7 1 99
10 95 5
1 95 5
HRHARR: oL
iR 30°C

SEENRMAL R EIERRER:  1%FER, 10 mMATEREREN KR &R/
FEe/RABE/ZE(:1:1)
FREZ/7K (10:90)

BHERR:
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Dasis PRiME HLB-DisQuE QuEChERS-UPLC-MS/MSTISE AP EE S =

SERER

ARANET RMEEEMRENSRETHERER., SiREHRE
AEMEMESE. ADEE. HUhBESEANEXRFBHTNRS
YRRE, RTINS ZHHERE VAN KR EASREN/4
(BEIBFFHIREH0.25 nglg) . /NEEPIERREMSIRE R
HaPGREKFBIEI (EUCRETI%) N, i BAiRLE DN AE
BRI A TF80%. KAFEKREMHERNEREZEH.

N AR R U SSPER U S BMERS RORER ). B1ERT
POFRAREE AT ng/g (ppb) BB S ROV NEEMHRVEIEE. E24
Oasis PRIME/NFER BRBE IS FORCR O LL B 1 ], 7R 718 FOasis PRIME
INERRINEBRT 95% X _EAIBERSFI80% I A B ASAR.

mmex RR00 wwmm U SE WESE
H%%%Féfﬁﬂ 302 297.15249.1 15 15
18 297.15231.] 15 18
REBEER 40 300, n
REBEEC 49 3or oy w3
REBEERZ S0 0000, x 3
REBEES 52 3390 13 o
REERS 50 2500300 w3
T S I
REBER 600y, n  n
T2E% 630 iﬁii i ggg} Sg 3
ROEER 64 703 3w
TRABEW 65 190 15 13
TS T

K. GBI EYEIMRMBIEFIRIEF O HT-2FIT-28 FHIMRM
BENBERBEZMEY); A TR, RNEFRMT FERE) .

1. B SRR B HBE(750 nglg) 1
2. BB BHFEG2 (1 nglg)

3. EHSHEG (1 nglg) 10

4. BEBMBHEB2 (1 nglg)

5. HHMBHEB (1ng/g)
6. {RBEEB1 (800 nglg)
7. HT-28%(50 nglg)

8. B HRB (3 ng/g)

9. T-283%(50 nglg)

10. {kBE#B2 (200 ng/g)
1. EXSRBIHE(100 ng/g)
12. B BHRA (3 ng/g)

&
l ==
0

Time
275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700

e

BN NEE G ORI T KRR 12 A B E R E EE.

100
phospholipids

| i L

LIS |

Rpl _
|

0 by - - - - ;
3.00 350 4.00 450 500 550 600 650 700 750 800 850

Oasis PRIME HLB
B

Time

T T T T T T T T T
300 350 400 450 500 550 600 650 700 750 800 850

2. {8 FOasis PRIME HLB# fTi8iS T % 1k, L F £ EBR T /NZEH
QuECHERSHE BR 4 FF A9 W FE »

it

SCIGUERA, 2R AIQUEChERSIRER 77 BB H M/ E . AKH
EXREMPEERIRE 12MERESE; 15 asis PRIME HLB/ME# 1T
1833 3151k T 5 2 2 BRQUECKERSTR B % A 80% I L A RE A FN95% I 1
HOBERS: 1 FISE & UR B 77 A OSPEYE 4 BE 78 28 2 BRQUEChERSIZ BI& H1
BRI SRR Y, AR R TR EIE, FF15E FXevo TQ-S micro/iX
HEAGHTLCMS/MSA T, o 7 B R R A AR A E 2 FRLOOME K.

TTaER

DisQuE $2 B & €1(CEN) 186006813
Oasis PRIME HLB 3CC /150mg 186008717
dSPE# (LB 186008081
CORTECS UPLCT3, 2.1x 100mm, 1.6 pm 186008536

IREES




fEAUPLCFIR LR MZE, TR/TERNMHHBRRES

||
&I A
EHESEh—AmENENSA NBEEMFENREEES o 1 2 1204 ppb
FHA CNEETEMARS, 1A%, TR RBFRALHG. S ZH1- 1000b,
RAGENEMBSZA N B, B2. G1H62. ZEFHH, MIFIM2, 4:61-0.1 ppb
BUPFBNTEEMB S EBLTRNAYN, =R EE I~ : g§ g?-‘;;;t
1), XL eTIE AL IR0 . ERATE5009.24-201041
TR ER-RERERER(ONT RPN EHTEEM
FIBIEY 7% 3 4 5 6
ABIANBT FI G SRR (Vicam AflaTestgA0AT) S &4 R, {5 FIRE | | \ A p\- .
BARRBHACQUITYSSSEAS TS, ST 38, A1, FRIETES e /\
A HMEEE A E M. M2, Bl. B2, GIAIG) M IEM %, S5E e kil Rl
FAREIALL, ATFTRRMIEMERESE BT RERS,
FiRE. B, B0, 1 FHEL & A AR 1 A9 5 K4S MBS FIACQUITY UPLC H-Class R 5t
BUNEHESEFRBEASYNELE.
HablE
PR A 81525 ghES,

5 gL SHFN100 ml 80/20 F BS//K R &R S ERE & 14 ¢
FAWhatmant&3d B4R IE 78 L3RR &9 (R&K1)
F10mLER1 540 mUKIRE, SEIBMALIRIILIR (R&R2)
A 10 mLig & 213 4% (Vicam Aflalest WBE)
FA10 mL7K (HPLCER) st 422K
A1 mLEREZ (HPLCZR) LR
% BRIKEREHIRTFRE
BilRH

RIEEIERG: BC & ACQUITY UPLCTE A s AR Hr
ACQUITY UPLC H-ClassF %t

i RAEFRTL 7 18 b (EB44%5205000609)
Bt ACQUITY UPLC BEH C,,4%2.1x100 mm,

1.7 um(186002352)
IR 30°C
ok 400 pL/min ITH{EE
TRENE: JK/FRER/ 2 B (B FREE64:18:18)
AR 20 uL(f# FA50 L EEER) .
s 1058k ACQUITY 35548 38 (A AFRIA 8 1) FLR Large Volume 205000609
- o ACQUITY UPLCBEH C,, 2.1 x 100 mm,1.7 m 186002352
B 365 nm \J:G;;rcd;pr;iolumn, ACQUITY UPLCBEHC,g, 2.1 x5 mm, 1.7 186003975
S 429 . J/BFMI. M2. BIAB2 Vicam AflaTest wb Column 61024

455 nm, 1EFRFG1FIG2

LC/MS SATERE @i 600000751CV

FUEEMIAHBSESNIEAE: SEUPICE
T, RETRRBMIOERN R, R&EFFEE. 2 205000614
175 SRCD R AR SR Y Bz A 3Ck

IREEN]




LD HRAETEB,82,61,6289 537

||
HabE 2R
EF_E 150 ' RSt R
2. AN 100 mL 60% FRESK AR, 1BA. )
3. A8 AR E30 min. -‘ |
4. 17BUS, BERR15 on R HIRKITIE. e '
5. &It SRR, BU ml BEKRRERL. 3 Lk//(/ﬁﬁ
¥
sh30 | 50 ‘ '
(Oasis® HLB 1 cc/30 mg) 0% ] M ek Vol k\‘
[ T e A .
B a1 T _-\—IAS_-#_
b A R A P A i i AR SR M VR MR
o~ 10 200 300 400 500 A MO Ym WL N 129 130
A. 1 mLEEEB. 1 mL7K B i5)/4
L#¥ TR H N Oasis HLB /NMEE, BRI T EREHFERKR /.
AN mb £ 5
- Tkt
1 mL7K it Gl A& pg/kg
HEHMBEZEG 101£7.18 0.11
B = .
1 ml B HHMBEZGI 72.8+3.63 0.20
HHMBEZB2 97.5+5.48 0.12
AREERZE2m HHMBEZBI 68.8+5.48 0.24
HERBEBEZEBI B2, 61,62 B9 £ EN=5,
=kt
=5 RAFHAliance® 2695 K 4, 24753 HAa M=
B SymmetryShield™ RP, ;, 4.6 x 150 mm, 5 ym
iR 30°C
TENTEA: REg
REN1EB: 7K35% A :65%B, 1R3#F20 min
MIR: 1 mL/min
R 104L

HELTER: F10mL FEDEE200 mgil, FMTEERE,
FRZE7K#HBEZ 1000 mL,0.45 um7K A8 R BRI IR

AR : 0.2 mL

PTERRIRE: 80°C

BRI 365 nm

REHEK: 455 nm
TBER
QOasis HLB, 1 cc/30 mg WAT094225
SymmetryShield RP , 4.6 x 150 mm, 5 ym 186000109
SymmetryShield RP  £R#7 AL, 3.9 x 20 mm, 5 pm 186000107
Sentry Guard Holder WAT046910
LC/GC TAEHE SR 186000307C
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FLF0ZL K R P EEBZFEMBINE (LC-MS)

&
ER BT EFREGB 5413.37-2010ME 7 A2 ) LR S AL BT
BHBRMANET R, B—AERREENDA R, ARE
BB (LCMS) X E B B REMIEITE B0, iEE & AR

ACQUITY UPLCOZR S BCTQRR I (X 74a M .
HabE

3Lk
FRER50 g (RS H210.019) SRS, 7E7K3A F AN EI35-37 *C. 7E6000
BT R 5 mine INESI EEBR, R EA.

RREREFRAENERRBEBER. #50 ml_ERIRIEIN2-3 mL/min
REMRESE. A10mUKMRERRELZE. R, WMTENE.
R4mlZ B Rt BEMI,

RERAR[EZBANCTHERKEZLZET WRERETSRE
HBEREM) . AZE-KBR(0+)BEE] mL.

S HEHRNEE. DRI, MR LR &R, TE.
TR, BSERRREERFRAGCB5413.37-2010

GBEEEILRM

e ACQUITY UPLCHSS T3, 2.1 X 100 mm, 1.8 um

R 35°C

HaRE: 20°C

FENAEA: 0.1% FEKER

SRANAEB: Z 5/ B2 (50/50 v/v)

TRIE: 300 pL/ min

HRHARTR: 104l

BhE:

B8] (min) HEENHEA (%) FRENAEB (%) hek
0 68.0 320

420 55.0 450 6
5.00 0 100 6
5.70 0 100 1
6.00 68.0 320 6

[125]

FRil &1

BT ER: ESl+

MRM Z%¢

E: HHEEM
MRM1(m/2): 329.052735
RAZREE (V): 22

MRM2 (m/z): 329.05259.5
REREE (V): 22

BTSSR BHBRMIESBHERTREHR0S, 08, 10, 20,
4.0, 6.0, 8.0 ng/mL.

WA A SRS HACQUITY UPLCR S ECTQRIE (.

SE5H

| ERraTetig: 2eLamMlahathBRMNNE
(GB5413.37-2010)

2. Rapid analysis of rapid analysis of aflatoxins without derivatization using
ultra performance liquid ¢ hromatography and fluorescence detection, Waters
literature code: 72000264 4en

iTER

ACQUITY UPLC HSS T3 column, 2.1x100 mm, 1.8 mm 186003539
Vicam Aflalest wb Column G1024
VanGuard Pre-column, ACQUITY UPLCHSS T3, 2.1 x 5 mm, 1.8 186003976
um, 3 pes/pack

LO/MSIATER S iR 600000751CV




ERTHEHBER(REBR)NOH

||
E+8ERE R MRM&:#§
(Qasis® HLB 3 cc/60 mg)
E /T RS SEETT)
3mLEEE B3ml
i L S 5-Hydroxymethylfurfural (HMF) 12595
&
25 ml3ERT
¥ %R
b= 4
3 mL1%ASBRER S EA7K A & (1 9/100 mL)
3.0e-1
Ek2 e
1 mL0.1% B9 ZBRIK B K
2.0e-1
HEMT e
1.0e-1
iﬁm 5.0e-2
2x1.5mL 10%Z B 2B /AT B FREGE K
DU 1.6 18 2 2.2 min
BEARKT, FAS00UKIBER
¥ B F FIHMPR [Z 7K 2 2550 pg/kg 932 R TR BUR BLC/UVIE 35
(276 nm) -
BiERMY
128 ACQUITY UPLCPZ %5 "
BREH: ACQUITY UPLC BEH Shield RP18 BHBE
2.1x 100 mm, 1.7 ym *
TR 0.6 mL/min o |\
TRENTEA: 201 %=AKHKB R "
FEN1EB: 201 BEKNZEEE K HMF
BB BfiEmin) A% B% »
0.00 99 1 S
1.80 99 1
2.30 1090 R B FTHMFR K 250 pg/kg 95 S5 TR BUR AILC/MS/MS T i
2.80 10 90 (MRM) .
281 9 1
N = St T 3 3 k1 & Uy = L
ﬁ*ii 20 HL, /ﬁ%ﬁ*i Iﬂgﬂ(:lz (pg/kg) F ’]E“&}Z(RSDA)
BiEiERE: 40°C 5 pg/kg 86.1 %(13.6)
HRBRE: 4°C 50 pg/kg 95.4 %(5.9)
& RS ACQUITY UPLC PDA 500 pg/kg 83.9%(17.5)
HEME A 276 nm *& 2% FOasis HLBIR BRE BT H I B Z A EIE B, &1 REK
FFTAWTA N E R
il o% 14
25: SREFHEACQUITY® TQD 44 2%
BB B3 F T F (ESP) ITEER
% [ K7 B (MRM)
Oasis HLB, 3 cc/60 mg WAT094226
ACQUITY UPLCBEH C,,, 2.1 x 100 mm, 1.7 ym 186002352

VanGuard Pre-column, ACQUITY UPLCBEH C,,,
2.1 x5 mm, 1.7 pm, 3 pcs/pack

LC/MS TATERF AR 600000751CV

186003975
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KiEhHBERS

||
Lo K-
HFatlE i \ s MM pag WH MR SER S i
IR ER £20.45 ymyE FEIT 8 A97KRE10 mL, IAA100 pl GREE 410 pg/L) 49 al BY KRBT @@ ”:\;5
BERR R ARiR, RS 556.1 ND  2780° 0.25 23
PRaBERK " 5556 556.1°
R 2780 3971 020 20
5 U
o 519.9 4984* 1350° 025 1
(Oasis® HLB 3 cc/60 mg) MCYST-LR 9945 9957
1350 8615 015 10
AR S 498.4 5199 1350 025 28
ND  897.1° 025 25
L# MCYST-LW ]8092]5‘?8 10245 10258
10 mL 7K 4 (1 mL/min) : 5832 0.15 33
ND 8525 025 20
i MCYST-LF 983'8 9855 986.8°
N 852.5 5440 015 30
A.3mL 7K B.5ml20% FAEs
a AEFRHHEF, b hEEB T
REHTT mi
min %%
¥ b1 15 =
bt RURE RREME )
5mL B Eg
0.10 100.0 6.45
50 CRESKF MCYST-RR 0.20 95.2 4.02
N 0.40 90.0 435
50 % BEKARERE] ml
0.02 105.0 5.40
iR MCYST-LR 0.05 96.0 453
188 K45 Alliance® 2695 % 4 0.08 938 422
&g Symmetry300™ C, , 4.6 x 75 mm, 3.5 ym 0.40 103.8 530
iR 30°C MCYST-LW 1.00 102.7 5.87
RENEA: 0.2 %FERHVKAR 1.60 938 567
5Jilf.£j]7fEB 02 %Eﬁﬁﬁé{] Eﬁﬁ?f‘gf&_ 0.20 103.0 7.03
SPxaEs . ;
”f' 0.2 ml/min MCYSTLF 0.50 109.8 5.69
; i 10L
AT v 0.80 1023 457
HhE: it 8] (min) A% B%
0.00 45 55 (h=6)
12.00 10 90
12.50 0 100
15.00 0 100
15.10 45 55
25.00 45 55
itk %14
188 K45 Quattro Ultima Pe™
BHEER: ESI+
HILEE: 50V .
ITH{EER
QOasis HLB, 3 cc/60 mg WAT094226
Symmetry300™ C,;, 4.6 x 75 mm, 3.5 ym 186000189
LO/MS SATE#E S 600000751CV
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SIS F B HAAE B Xt B AF AR T

|
HAbIE ) E
BR2gIS AN 20mMZ 5 % (PH=4.5)5mL, 3% FE N\ B BA B s A
GTCIAVNG), MA0S%= HZBTEB LG, EERSL.

13 P33R 45t Oasis® HLB Plus+ Sep-Pak AC2 Plus, EIRYSE BB EME &
REBFRLRITEE.

EEARWATE
( ETE )
( 5l Z%/10mL 7K )
) v
( I ) 3
( emEamAEsET )
! \
( ik )
v &
( 1 Or1L7J< ) HLB Plus
‘ RS R EEEE
AC2 #, FFZHLBPls) ‘
_ , -
( osmlzm. #mO)) ) AC2 Plus
v
" AHEFE. \nREE
B, TBEE LIS J

ACQUITY UPLC®/Xevo® TQ-SH3# % {4

R ZEE: (10 mMZ B2 RE+0.1% R ER)
ik BEH Amide 2.1*100 mm 1.7 ym
HiE: 35 °C
IR 2L
Time(min) FlowRate %A %B Curve
Initial 0500 5.0 95.0 Initial
0.50 0500 50 95.0 6
1.20 0500 230 77.0 6
1.80 0.500 50.0 50.0 6
2.00 0500 50.0 50.0 6
3.00 0.500 50 95.0 1
GPY pamy emmx BIR @UeE wERE
FIEEHK  [MeNal ES+ ;g?j gg 34 12

[128]

SRR
U236 #R50ppt-SppbHISEEI R, kAR HA F0.9993.

std-0.5ppb
8113 1: MRM of 1 Channel ES+

267.1> 134.9 (Ribavirin)
100 8.02e4

0 Time
020 040 060 08 100 120 140 160 180 200 220

[E 4 FI B F A E I R E0.5ppb

o Time
180 200 220 240 260 280

[E 4 7 B F B AN

Rk E E¥HEUEES (n=5) RSD% (n=5)
1 nglg 87.8 1.44
2 ngly 935 1.37
5ng/y 94.3 1.22
St

HATHESHARERER, RMMHFEFR, £5C BETRMER
B, MXFHEASAndeR Y @ iETBEEFKEReERNRIE &
BHESMBRFREFNEEIBMRE. RRRHETHB+ACK
Pusfb 773, BXATHHESHEERFNEENFL, &E
BT ACQUITY UPLC/Xevo TQ-SRYEB S TERE, 1§ MR/ KE R RAYIRTT—

MER.
ITHRiER

ACQUITY UPLC BEH Amide 2.1 x 100mm,1.7 pm 186004801




% Bl 0asis MCXA{EF0 UPLC/MS/MS4Y #38 B ch £ I e Bk

AR "
HRARIET R
BAFERFIN0S% =R ZEZEE (1R, B MF0asis MCXE L.
[ SPESfi 2 —Oasis MCX (3cc/60mg) (p/n:186000253) | l
( SEAL/T A ) I 1B 1R i IR Im IR M Ak BB Am a7 am
- * N .
( R K
/ ¢ \ 18
( =T ) . :
| | i
L T A: 2% F LUK R /B: 100%FF B ) : ;
( %mﬁ%ﬁm&m; FAE (41) )
v BE1: Tppb35 A M o & W ke ik & 2 & i
( "ET )
) v
L QI%FE: ZH (91) BF J
, * \
( A J
o= ; .
ACQUITY IPLCB S3URIEBE T B AR
o A ACQUITY UPLC BEH C,, Column; 2.1 100 mm, =g
1.7 um (p/n: 186002352) R
TENAE A: R aiial
HEHHA B: 0.1% BB A H '
iR 45 °C : :
R i 20000 |
ZfThE): 4.5 min |
UPLC/MS/MS B 46 U 77 2 P i ka0
B & ESk+
BT 3.0kv [2: 0.1-10ppbik ER A #h 4%
BOAMSURE: 500 °C )
ETEEE 150 °C @i
Bt 78 71 SRR 1000 L/hr M Oasis MCXBTALIB 773X BIUPLO/MS/MS E B0 4, T8, BRIE, R#
REF LR BEN e, EEHERHEBATSARREABNRNEESRR, i
MNERNBEREZEEMH.
STIRGER
ERZERNLRETIENE EWRKRZHESEVAEIE RN
PRER, BYIREHTBAPESNRESRENESETLER AR
I TTE.
23Rz FAUPLC/MS/MSES & 158 A UK it Oasis MCXBT AL IR 7 7%, X8R
i B £ NG T 7 RE 54T, 720.1-10ppb R IR SEE W
LR,
ITHRER
Oasis MCX 3cc/60 mg 186000253
ACQUITY UPLC BEHC,,2.1 x 100,1.7 ym 186002352
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Z2HILEFTHESH P =REFRN=REHRSENE

||
HabE BilRY
1 BB 4L T4 g (BURST5g), AIA4 mLK. {3 88: SKASHACQUITY UPLCCER 4t
2. IIA500 ng (500 pLiRk B A1 po/mL A 5 %5K) = BEBRB AL E N R, Bk ACQUITY® BEH HILIC 2.1 x 100 mm, 1.7 um
3. AA2500 ng (250 pL 3R 410 pg/mL A9 6% 5 0%) =B EBER AL Z N AR TENHEA: 10 MMZ B§ 4%
4. AN20mL ZBE /7K (11, W) « TRshAEB: B10 MMZER$:/995/5 Z B /7K
5. iRBE204 5, 3400 rpmiL R B 10050, B EER. HERH TR 5l
. HE: BfiEl (min) SRE A% B% 52
gﬁﬁﬂlﬂ& 060 0.0 1000
(Oasis® MCX 6 cc/150 mg) 0.80 0600 00 1000 6
= 2.30 0.600 22.0 780 6
A.5mL0.1 MNaOHZ, & B.5mlL 0.1MELER Z B 2.80 0600 220780 6
2.90 0.600 00 1000 6
aft/FE 4.00 0.600 00 1000 6
A5mlLZ BE B.5ml4 %FERKER
. R &
3ml 4 %EEEE KR +2 mL LR 1 8§: SKAFHACQUITY TQDAE M 28
B KRGt MassLynx® v.4.1
b B EREN: ESHERERM=BEEFE T MR N,)
A5mLZ f& B.5mL 0.2 % DEAZ B& ESHE=BERM=REARR ML ENIRCN)
it Ha T MRM WILBE()  GEEER (V)
4l 2 %DEA Z g
) 127585 40 17
N . —BER
SR R FA0.2 pm PTREE BRI JR AN SR 127568 40 25
ﬁ??LC/MS/MSﬁ*E E%%H‘?zﬁ'fﬁ% ]33 > 89 40 'I 7
. PIER N, 1335 45 40 25
R R :
(Oasis MAX 6 cc/150 mg) NES S lie 8
=157 By MRM HIBEN)  EHEGEE (V)
A5ml0.1 MESERZ JE B.5 ml0.1 MNaOHZ & 1285 42 30 13
=R 128585 30 1
B/ ’
A5mLZFE B.5ml5 % EAERE =RERENE 134> 44 30 13
WA C, N, 134589 30 1N
i e
3ImL 5 %EKER + 2 nL LR EIZRAMSHL
b pi»
5mlZ fig
HERR

2mL4% RRZEE

R F30.2 um PTRESE BE I S8 N HE SRR,
BR950 L& & 55 LK IR & R F7LC/MSIMS S 4

IRELN]




Z2HILEFTHESHP=REBRN=REHRSENE

BREIH BEEHRHE
N7z A4 ;_QZ NI ?Z
FIKE fi’g ] L 2 fi’oj ] L 2
Dry Inf§ntFormuIa Fortified ____,,‘U‘ /O t /O RSD (n) /Oi/o RSD (n)
Melamine 212600 kghka i 500 pg/kg 1150£47(0=5 110.7+69(=11)
[
i 2500 pgrkg 109.6+3.1(=5)
H 58 L BE 5 97545 0 = BB B9 BT S 0
|
-
| | BREN Bia sk
[
N [ B B
[ ARIAF % +%RSD (n) %1% RSD ()
[
Dry Infant Formula Fortified = =
Dry Ifant Formula For 10 pg/kg 1039+ 105 (=5) 1047 +82(=28)
Ery InantBI ) 100 pg/kg 105.7+3.2(n=5) 105.1£45(0=8)
RASY ORI = B A ALY B R AR
45 LB 75 349 b AIAR500 ppb 12500 ppb = B8 FLRAS 21 9 T B ETRE B A E 3t
: sl e Sl e
I 7
—— —— AMAE % +%RSD () %% RSD (r)
Haad 500 g/kg 11494390 =5) 116.1£48(=8)
Liquid Infant Formula Fortified | |
Cyanuric Acid at 500 ughkg i \ 2500 pgrkg 109.6+3.1(n=5) 1049+48(n=8)
| B4y LRSI R I =T R L F R
||
|
[ BREIE BiElEW
] : sl e STl e
| | S Ny
[ AR % +%RSD (n) %1% RSD (1)
Liquid Infant Formula Fortified “ “‘ 100 pg/kg 117.7+40 (n = 5) 115050 (n = 8)
Cyanuric Acid at 100  pg/kg 1 \
‘ 500 pg/kg 1038+59(=5) 103.1+2.9(=8)
| Liquid Infant
/ Formuia Blank RSP FRIN =B SR A B R
A ZST AR ANER 100 ppb 1500 ppb = B8 E1EL 12 2 A9 I3
ITEER
Oasis MCX, 6 cc/150 mg 186000256
Oasis MAX, 6 cc/150 mg 186000369
ACQUITY UPLC BEH HILIC, 2.1 x 100 mm, 1.7 pm 186003461

VanGuard Pre-column, ACQUITY UPLC BEH HILIC,

2.1 x5 mm, 1.7 pm, 3 pes/pack 186003980
LC/MS i)\iE#iEﬁJ?Tﬁ GOOOOOYS]CV

IRERN]




3L % 3Ll Sa P L- ¥ IR SR ER T B B %

|
RIAeEE
H bl

1. EFRTRERS g 750 mL ZIE KX EH, 1040 mL /KR BS.

2. JAN60 %= B2 5 ml, FKEREZE, BAEKES10 min,

3. # 20000 rpm FE5/010 4384, BRAENER, £0.22 pmAYiIRARS
wEEH.

4. FAccQeTag/7sk, X F LR ERHTLIER, 1F,

RIBBILREK LA

HmblE

1. EBRFREG g T50 ml ZIEIREH, 1040 mL KA. RS,

2. IIN60 %= EEE2.5 mL, FIKERZEZIE, BFEKEZE%10 min.

3. # 20000 rpm F (M0 23, BRAENE R, £20.22 pm AYRAED
EEER.

4. FAAccQeTag 53k, XTF LR IERHIETEIER, B0,

BilRH

it UPLC BEHC,, 2.1 x 150 mm, 1.7 ym

TRENFEA: AccQeTag™

SRzh1EB: ZHE

O 0.45 mL/min

% & 40°C

WS 5-20uL

TICAS MR & EA250 nm

R EEA395 nm
R
B} 8] (min) HEHEA (%) ahAEB (%) bk
6.0 95 5 1
9.0 94.5 55 6
10.0 94.5 55 1
10.5 40 60 6
125 40 60 1
12.7 95 5 6
|
tREEEAE.,

IREES]

BikRH
o UPLC BEH C,, 2.1x100 mm, 1.7 pm
mantEA: 10 MM ZE& 87K E R
Ra1EB: ZhE
O 0.3 mL/min
TR 40°C
R 510 L
B
B i8] (min) FENHEA (%) ah4EB (%)
1.0 90 10 1
3.0 10 90 6
3.8 10 90 1
40 90 10 6
Rt
LERERBEEES8ER
L-$208 BE3 EEF ﬁﬁsﬁﬁ EHF ﬁﬁsﬁﬁ B¥it
E=1E B¥ = B¥ = AR
L-Phy 30200 170.70 20 131.80 15 ESI+
ITIRIER
ACQUITY UPLC BEHC,; 2.1x100 mm, 1.7 ym 186002352
ACQUITY UPLC BEH C,; 2.1x150 mm, 1.7 pm 186002353
Ya;it::r%P;s;sir;n ACQUITY UPLCBEH C,, 2.1x5 mm, 186003975
AccQ-Tag Ultraf37 4 14 12 51 186003836
AccQ-Tag Ultra e it /A (R ZE ) , 950 ml 186003838
£ Bl R 100/8 186000384C




MEREE PRI BRET S

HablE

B g # &, MIAS5mLO.1 M/LHCL ARIEHEBAEI0min, 4000 ¢ min B
10min EERTEER, BIASmMLOI M/ LHAARESE Lt
£, &2 KIRBUK, IMAS mL IECEHES, 4000/ minZ5/0>5 min

EREECKRE.

EHERIE

(Oasis® MCX 3 cc/60 mg)

AL /T
A3mLFE B.3mLHQ

L#
KiEHE =

b
A3 mL 0.1 MLHCL B. 3mL FUSRETE C. 3 mL50 %R

HF5min

b 7]
5 %R KA FER

NBF, ERE Il LA

BikRH

B Atlantis® T3, 2.1 x 150 mm, 5 ym

HiR: 30°C

R E: Eim

AR 10 uL

IR: 0.2 mL/ min

RENHEA - 10 mM/ L BEBR 378

TRENAEB : g

EREEBEME:  0-6min 40 %-100%B
6-10 min 100 %B
10-10.5 min 100%-40 %B
10.5-20 min 40 %B

IREEN]

Rig&H
BEER: ESI+
EMEHE: 3180 kV
EFLEBE: 70V
BFRBE: 100 °C
RFiBE: 400
FCH: 0.0
RFiEE2: 0.0
HILRRSHE: 50L/h
BaF<URE: 350 °C
BAFISHE:  400L/h
&t & 17 3.0x103
RES TS {RiHDBFELFLens], 120V
SO PEERHM Lens1,12.0V
BRI 0.3
ANABEEBE: 10V
R AR 1.0
HOBE: 12V
RES TS 1Ris > #%ELFlens2,12.0V
S EHM Lens2, 12.0V
BFREE2 06eV;REZFMHSEFNRK .
& BEY  TEY SZEHEs E
AEE/eV
165.0° 0.1 29
; 286.2
e 181.1 0.1 29
215.1* 0.1 26
e 300.2
e 165.1 0.1 P
202.5* 0.1 26
n S 407
Exw 340 324.7 0.1 28
220.0* 0.1 19
5 413.4
=k 3 3531 0.1 27
201.1* 0.1 24
I3 (D 289.3
SHHD) 165.0 0.1 28
KIAEEEF
g8
; obra ,’ A ‘.' Y S r o 4 M i e

Bl RIRREE.
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E 1 . ) ‘\_J\-LJL--..{_I\.«:—\_./\_ = QZ
!m.mﬁ MRM of 10 Chamoels S+ ETTEE $¥EIEIEI])IJ Eo ﬁ/j&—?tﬂAlE TTEEIZQJE .V‘]f 0999,
£ X Bl A5 %-110 %218, R PIHEHES KIS H R ERSD < 10 %,
b SMUN =IO ?:%%%Eﬂ TLFH?'%HEEP’EEWWEI]/J”I E. EAE
AHAH. RUES. EAEESSHhA.
| st
8 *ﬁ__*_MJ’?i’P
! 'lel?Ji) 3.0] ;m 600 1m am 9(1) mmnmwnnmum
Hhimi
dATAEYHIATRES, bB AR
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/IILE

ITEER

Waters Atlantis T3, 2.1 x 150mm, 5 ym 186003736
Oasis MCX 3 cc/60 mg 30 pm, 100/Box 186000254
LO/MS TAIER & 3R 600000751CV
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HFatl& BigRH
IKMEERBREE [ FEEERAT {Ug5: SR Alliance® 2695 % 4t
1L#R1 g #RH, 10 ml WEALSR , 2EK. BT Atlantis® dC,, 2.1 x 100 mm, 3.0 m
2B ml REUE, ASSAWARTEZES mLGARPH 1), e 30°C
S REEA: 0.1 % B AE R
5 50 2= . =
(Oasis® MAX 3 cc/60 mg) AENHEB: LA
HE: 80 % B %95 % B, 10 min
A> LZ)?%%?{:TZ = I 0.4 mL/min
.2 mi i E B.Zm = .
C.1ml0. ME S D.2ml K BRI 154
LH 3t
5 ml B HIRELR Rl
T K45 Quattro micro™ API
e B B =
A2l £70 %FRBLAKER B. 1 ml 1M EFA prys pope
C.2ml BE D.1ml ZEZ & A MRM SEILEBEV) HEERER (V)
249 156 20 15
b1
2ml (89:9:2) ZEE Z B/ TS/ PR Sudan| 24993 20 24
. 249128 20 25
% & BERTF200 L (90:10)Z B5 /7K
217156 28 15
R BB AYAERELH 1 EEFRAMH, FI0%FR el el A S
KBRE . H—LRESpHERTLEMUEYIUB FRBFREIER 277106 28 40
EEQBERMH L. BATBHNZBEZEELRE (BRLEFRMHE 3530 77 e 28
FFMLEY) .
Sudan Il 353120 45 23
FRENAT RN 353196 45 23
1.0.1g HMUA, A1 ml ECESRE. 381> 9] 45 26
2.1 g FHAE, FB10ml AERSE  IREL Sudan IV 381106 45 40
3T mLERBUERT, HEERTImIECkK. 3815224 45 >0
BEltBZE RS 12 e
(Sep-Pak® Alumina B 3 ¢c/500 mg) -
100

&L/ T
A2l FEE B.2ml ZBZE C3ml ECH

Sudan IV
SRM  (m/z )
381> ¥1
A

1

o Sudan Il
E# . SRM {m/z |
1 mL #2EU& 3377

%iﬁ 100 Sudan Il
A3mlECE B.1nl ZEZE ’% ‘\ -l
5% T T T T T T T T T T T T T T T 1
ISEHH 100 Sudan |
4ml(90:10) 2B Z Be/ S *% ]\ o o1
10 F T T T T T T T T T T T T T T 1 Time
(1] 1.00 200 3.00 4.00 500 6.00 7.00 B.00

HRBEAT200 L 255/ K+
\ o B LC/MS 575 NS H L% (80 pg/kg), Oasis MAX 7532 .
AR BIECKEMZBZBERETSBREIER. . HE NEXBEIRHL
BRZBEERIE. HI0RFE-ZBRZEET, HITLAEERHEER, BF
TRIE R AHE R B -
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ST Bl (%) RSD (%)
- Sudan IV
J SRM( miz ) Sudan | 83 9
- Sudan | 83 :
= Sudan IIl Sudan Il 44 3
‘ /\ g?;:;? me) Sudan IV 75 4

FIE LR = 6,80 ug/kg) »

1am)
Sudan Il
o SRM( miz )
1 277>156

- ST EH=E (%) RSD (%)
o j\sm“ I SRM( mz ) Sudan | 99 11
uise = . -
Sudan Ill 93 6
LOMS B HrR Ik AR 25 (80 pg/kg), Sep-Pak® Alumina B 77 3% Sudan IV 122 1

BHHLE R (D = 6, 80 ug/kg) -

TTBER

QOasis MAX, 3 cc/60 mg 186000368
Sep-Pak Alumina B, 3 cc/500 mg, 50/box WAT020825
Atlantis dC,g, 2.1 x 100 mm, 3 pn¥ 186001295
Atlantis dC g, 2.1 x 10 mm, 3 pm fR#P4% 2 pes/pack 186001377
Sentry Guard Holder WAT097958
LC/MS TATERE R iR 600000751CV

* o] FAdantis T3 & iE & (145 186003718)
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Pesticides Determination and Confirmation of Priority Pesticides in Baby Food (Xevo) 720002812EN
Pesticides A Rapid Method for the Screening and Confirmation of Over 400 Pesticide Residues in Food 720002628EN
Pesticides Application of ACQUITY TQD for the analysis of pesticide residues in baby food 720002122EN
Pesticides Targeted and non-targeted pesticide screening in food using elevated resolution GC-ToF-MS - fruit-based baby food 720002027EN
Pesticides Application of Elevated Resolution GC-TOF-MS for the Multi-Residue Analysis of Pesticides in Food - multiple commodities 720001607EN
Pesticides Determination of pesticides in food using UPLC with polarity switching tandem quadrupole LC/MS/MS 720001995EN
Pesticides Determination of priority pesticide residues in baby food by tandem quadrupole LC/MS/MS and GC/MS/MS 720001436EN
Pesticides New technologies for the simultaneous analysis of multiple pesticide residues in agriculture produce 720001172EN
Pesticides Application of GC-triple quadrupole MS/MS for multiresidue analysis of pesticides in complex matrices 720000987EN
Pesticides UPLC with 0a-TOF MS for Rapid Screening of Multiple Pesticide Residues 720001437EN
Pesticides An enhanced LC/MS/MS method for the determination of 81 pesticide residues in fruit and vegetables using the Quattro Premier 720000840EN
mass spectrometer
Pesticides E:tt;rr;n;nse:ri]:l it\nlgtzeasrt]igigs r;zsticiieds rigbz(lr;:il:: matrices using the Waters micromass Quattro Premier: a method combining 720000839EN
Pesticides geé?;;r;nnaatlij& Sof the presence of incurred pesticide residues detected using a multi-residue surveillance method to screen for 720000692EN
Pesticides 1Tnh(ferjidtv::éa\?ee;e(t);g?:sltiple reaction monitoring (MRM) over Single ion Recording (SIR) for the analysis of 81 pesticide residues 720000693EN
Pesticides OAVZ:ES\;eSidue LC/MS/MS method for the determination of 81 pesticide residues in fruit and vegetables: Part 1, method 720000686EN
Pesticides Comparison of SIM and MRM for the Quantitative Confirmation of Pesticide Residues in Food 720001439EN
BERYSH
(it MRAXE R REEES
melamine, cyanuric A Rapid and Sensitive Method for the Simultaneous Determination of Melamine and Cyanuric Acid in Infant Formulas, Adult
acid Nutritional Products, and Protein Powders 720002889N
L”geal::r‘]‘:zc iad'“me”de’ Analysis of Melamine and its Degradation Products in Milk-based Products Using GC-MS/MS 720002887EN
melamine A Rapid Method to Detect Melamine in Liquid Milk and Infant Formula Using UPLC/MS/MS 720002823EN
acrylamide The determination of acrylamide using the Waters micromass Quattro Premier LC/MS/MS system 720000846EN
dioxin Dioxin and furan analysis in animal feedingstuffs to EU limits using the Waters Autospec Ultima NT 7200007 39EN
melamine Melamine, ammeline and cyanuric acid analysis by UPLC/MS/MS and UPLC/PDA 720002300EN
PAH The Use of Tandem Quadrupole GC/MS/MS for the determiantion of Polycyclic Aromatics Hydrocarbons (PAHs) in food Products 720001899EN
PCBs Determiantion of Ocs, PCBs and sunthetic pyrethroids in animal fat 720001329EN
Sudan Dyes Effective SPE strategies for LC/MS determination of Sudan dyes in chili products 720001440EN
Sudan Dyes A rapid and sensitive analysis method of Sudan Red I, II, Il & IV in tomato sauce using UPLC MS/MSshellfish 720001293EN
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corti;osteroids, - Xevo TQ Facing Some New Challenges in the Field of Growth Promoters in Biological Samples 72000297 2EN
agonists and rbST
macrolides Automated Analysis of Macrolides Antibiotics in Milk 720002960EN
aminoglycosides Analysis of Aminoglycoside antibiotics with Waters 2465 electrochemical detector 720000803EN
Anabolic Steroids Application of GC/MS/MS for the Analysis of Anabolic Steroids in Meat Products 720001764EN
chloramphenicol A confirmatory method dor the determination of chloramphenicol, tiamphenicol and florfenicol in honey 720001015EN
chloramphenicol Determination of chloramphenicol using the ACQUITY UPLC and the Quattro Premier XE in ES negative ion mode MS/MS 720001483EN
chloramphenicol Application of ACQUITY TQD for the analysis of chloramphenicol residues in honey extracts 720002329EN
chloramphenicol A Rapid Method for the Determination of Chloramphenicol Residues in Black Tiger Shrimp 720000767EN
hormones Application of GC/MS/MS for the analysis of banned growth promoters 720001124EN
hormones Comparing SIT to MRM for the Quantitative confirmation of steroid growth promoters in bovine urine 720001287EN
nitrofurans Application of ACQUITY TQD for the analysis of nitrofuran veterinary drug residues in shrimp 720002299EN
nitrofurans LC/MS/MS determination of nitrofuran metabolite residues in honey 720001034EN
nitrofurans Determination of Nitrofuran Veterinary Drug Residues Using Waters Micromass Quattro Premier: Tandem Mass Spectrometer 72000084 7EN
nitrofurans Analysis of Nitrofuran Veterinary Drug Residues using ACQUITY UPLC and Quattro Premier XE 720001951EN
Screening Advanced Multi-Residue Screening in Veterinary Drug Analysis Using UPLC ToF MS 720001675EN
streptomycin A confirmatory LC/MS/MS method for the determination of streptomycin in honey 720000981EN
sulfonamide A rapid multiresidue method for the determination of sulfonamide ande b-lactam residues in bovine milk 720001065EN
K5t
(Lt MRAXE RN RREES
N-Nitrosamines Complete System Solution for the Determination of N-Nitrosamines in Drinking Water 720002627EN
Phenyl Urea herbicides ON-Line SPE LC/MS/MS Part IV: US EPA Method 532 Phenyl Urea Compounds in Drinking Water 720002701EN
pharmaceuticals Emerging Contaminants in Drinking Water Part I: Painkillers and IUicit Drugs 720002702EN
Er(\)trir:);;t\;;lslisrupting A Sensitive Method for the Determination of Endocrine-Disrupting Compounds in River Water by LC/MS/MS 720001296EN
zztlc:(’e}):s}irh:z;g}?’ Determination of Endocrine Disrupting Compounds (EDCs) in River Water by ACQUITY UPLC Tandem Quadrupole MS 720002335EN
Alachlor, acetochlor, metola-
chlor, propachlor, flufenacet ~ Analysis of Chloroacetanilide and Acetamide Herbicide Degradates in Drinking Water by UPLC/MS/MS 720001999EN
& dimetheamid
Perchlorate The Determination of Perchlorate in Water Using LC/MS/MS 72000094 1EN
Perchlorate The Determination of Perchlorate in Drinking Water using Single Quadrupole Mass Spectrometry 720001285EN
Priority polutants glit;ﬁzziliua ?/r;:égsis of Priority Pollutants in Drinking and Surface Waters Using Solid Phase Extraction and GC Tandem 720001438EN
Priority pollutants Priority pollutants, including PAHs & PCBs, in surface waters 720001521EN
Synthetic pyrethroids A Confirmatory Method for the Determination of Synthetic Pyrethroids in Waste Water 720001093EN
On-line SPE LC/MS/MS Part I: System Classification 720002421EN
On-line SPE/LC/MS/MS Part II: Waters AquaAnalysis System 720002450EN
On-line SPE LC/MS/MS Part Ill: Waters AquaAnalysis System Performance 720002451EN
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Peppermint essential

oils Automated Qualitative Analysis of Complex Mixtures Using Chromalynx XS Software 72000264 3EN
Fat soluble vitamins  Rapid separation of key fat soluble vitamins in butter using UPLC/MS/MS on ACQUITY SQD with PDA 720002021EN
Fat soluble vitamins  Chromatographic Separation of Fat-Soluble Vitamins, Including the Two Vitamers D2 and D3 720002154EN
Fat soluble vitamins A Rapid and Sensitive UPLC-MS (APCI) Method for the Determination of CoQ10 720002316EN
Water soluble vitamins A Novel Method for the Analysis of Water-Soluble Vitamins by UPLC 720002001EN
Water soluble vitamins “UPLC/PDA/MS Analysis of Riboflavin and Related Compounds” 720001447EN
Water soluble vitamins LC/MS Analysis of Vitamin B12 720000758EN
Anthocyanidins ACQUITY UPLC for the Rapid Analysis of Anthocyanidins in Berries 720001870EN
Isoflavones Analysis of isoflavones from soy products using ACQUITY SQD with PDA 720002101EN
EYBESH

(i) RMRAXE RN RARMES
mycotoxins Rapid Analysis of Aflatoxins without Derivatization Using UPLC and Fluorescence Detection 720002644EN
mycotoxins Application of ACQUITY TQD for the analysis of mycotoxins contaminants in pistachio, almond and cashew nuts 720002244EN
mycotoxins Rapid multi-mycotoxin analysis using ACQUITY UPLC and Quattro Premier XE 720001996EN
mycotoxins The analysis of milk aflatoxins by HPLC using fluorescence detection 720001397EN
mycotoxins Multi-analyte mycotoxin analysis 720001050EN
mycotoxins A method for the rapid and sensitive determination of ochratoxin A in red wine 720000792EN
Patulin Rapid analysis of patulin contamination in apple juice 7200024 10EN
biotoxins A fast and sensitive UPLC/MS/MS method for the detection of lipophilic marine biotoxins in shellfish 720001918EN
POPs (s X 7 53H) 34

(S it MRAXE RN RREES
PAHs & explosives The Science of ACQUITY UPLC Applied to Environmental Analyses of PAHs and Explosives in Water 720001398EN
BFRs Analysis of Brominated Flame Retardants (BFRs) using AutoSpec 720000270EN
BFRs Analysis of BFR diastereomers HBCD & TBBP-A using UPLC/MS/MS 720002445EN
dioxin Dioxin and furan analysis in animal feedingstuffs to EU limits using the Waters Autospec Ultima NT 7200007 39EN
Dioxin and furan The Analysis Of Dioxins And Furans Using HRGC-High Resolution MS With The Autospec Ultima NT 720000556EN
Dioxin and furan 3}::; Zr;cTe Analysis Of Dioxins And Furans In Human Adipose Tissue Using SFE-LC Extraction/Cleanup and the Waters AutoSpec 720000829EN
N/A The Advantages of Using GC/MS/MS for the Analysis of Trace Components in Complex Matrices (Carp samples) 720000876EN
PAH The Use of Tandem Quadrupole GC/MS/MS for the determiantion of Polycyclic Aromatics Hydrocarbons (PAHs) in food Products 720001899EN
PAHs Fast GC/MS/MS Analysis of Polyaromatic Hydrocarbons using the Waters Quattro micro GC 720001910EN
Aldehydes & Ketones  Fast Analysis of Aldehydes and Ketones by ACQUITY UPLC 720001500EN
PCBs The analysis of polychlorinated biphenyls (PCBs) by GC-High resolution MS using Autospec Ultima NT 720000520EN
PCDD A single injection screening method for tetra-octa chlorinated PCDD/FS in fish and flyash matrices using triple quadrupole MS/MS 720000759EN
Pesticides Comparison of SIM and MRM for the Quantitative Confirmation of Pesticide Residues in Food 720001439EN
Polybrominated

Diphenyl Ether Flame A Study of the Analysis of Polybrominated Diphenyl Ether Flame Retardants by GC/MS/MS 720001021EN
Retardants

POPs, PCBs & Dioxins  Technical Note: Dual column analysis of POPs, PCBs and dioxins 720000768EN
PFCs Analysis of Perfluorinated Compounds (PFCs) on the ACQUITY UPLC System and the Quattro Premier XE in ES- MS/MS 720001761EN
PFOs Separation of Branched PFOS Isomers by UPLC with MS/MS Detection 720001694EN
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