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BEME. pH. 1A V8E (FRENY 77 —RBE) REDIOX NI T 714 —%4H Atlantis Premier BEH Z-HILIC
ASLTO 1T BOFRBICBEDOFTVWTI /)AL FE (AMG) ONBICKIFTHEEZRGNICHAEBELELT. COD
HBICEFENTWVWS AMGEEIZ. 7IA>> (AMI) ( 77512 > (APR) « #>&< 41>~ (GENCL. Cla.
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L OIS

T/ RE (AMG) 1F. E S LUENOY T LREARREOBEICLSEAINTVWIERLRMEMED
VI RTY, AEBOARERBRIZFTSARVARY. BEICEVLWTAMG EHOBERIMEBANTONIBEE. BRFPD AMG 48
DHEBLANINEL RZAERENHD £F, AMGEICIFSHEP7LILF—MErHD. £ L THEORAMEDRR L

BBAEENHZZeh 5. BRPICAMGENEETZ L. HEEBOREICUXIVDPRUVET, AMG OB %A A
CEMOREUZHERTZLDICIE. BRFTOAMCEDEEEZE_F—T5HEETY. BMHROERFD
AMG BORAKEZLANIL (MRL) H'. SESLVEBEEEICE > TREINTVEY (R1288) 15

AMG B IZ A DIBELEMTT . FHRBREIAOT LT ST« —TD AMG BDOHFICIET A U HHEAERIATY
9657, L. FHELICERANDZ IR, MO AU/ T TUT—2 a VADBEELRLE O 4 UHHEIC
HETIRALOBINS. COFEEAVLSNZ T IV r—2aVidRonTVELRS, BlIOAZEL LT, AMG
FEUKMBEERREIOY NI ST 10— (HILIC) THAMTIEITHA, 7IRP 7/ FOEIL% HILIC DEIEH
ELTHERTRE. ChoDhEYORBOBIRENFIRESZITE 9, F7IRELRBT7TI/TOELASLED S,

WA F VEEEEDH D AMG BORDBEICEVWTENHBAEERT CCHBRESNTVWETH. —BOW1 4+ V4

HILIC 7 5 ATIIBEBRICEEEDONY 77— (BRA1T5mM) AUBICAD £F, THIELC-MSHIFICEL &t
FEXFEEAS

CDRERTIE. BEH WF LEICWNA A U HERILARTILFILRE A1 VEEHEZ D Atlantis Premier BEH Z-HILIC 15 A
Z,. ILYFORXRTL—R2Y T LEEDH (ESI-MS/MS) ICL2BRPD 17D AMG HOLMICOWTEFML £ L
feo CORMBRICEEFNTWVS AMGEIEX. 7ZIAH>Y (AMI) ( 7F5I414>> (APR) « 231> > (GENCL.
Cla. C2/C2a) « NAZOXA>>B (HYG) « HFIA>Y (KAN) « ARHAIA>Y (KAS) « %A1 (
NEO) « #T7IY (FlE®AIT1> > Al NEOA) . NOEYA> Y (PAR) « URZRZIA> Y (RIB) « ARY
FI/IA>Y (SPC) « AL T EIA>Y (STP) . PEROXRMLFERASY (DSTP) « 2YIATY (
SIS) . LUV RTSTAY> (TOB) TFo CNHEDAMGEDOHEBEEN LICRLET, O NI ST 4 —F4H
AMG ODRBES L UEHRICRIFTHEZERRNICFHMEL £ L7z STP. DSTP. GEN. LU NEO ICTRERL TW:
BEtEpEE L) -7y 7FIEEERL. R#KLFLEY, DE0MEEE. £ HA. FE. $LONFS
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MRL (Hg/kg)

e Al ke APR DSTP/STP GEN KAN NEO | PAR spc
(C1,C1A,C2, C2A)
Gl 500 100 1,200 250%;100*
Hah 500 400° 7,200 1004
KEE IFFi 500 300° 3,600 1004
S 100 2,000 400 7,200 4,000% 1004
A5 125 150
Gl 1,000 500 50 100 500 500 300
B 1,000 500 50 100 500 500
- Gt 10,000 500 200 600 500 1,500 1,000
= 20,000 1,000 750 2,500 5,000 1,500 5,000
43, 200 100 150 1,500 200
5 500
el 600 100 100 500 500
Aaflh 600 100 100 500 2,000
AR AR 600 2,000 600 5,500 2,000
FAnE ) 100 1,000 5,000 2,500 9,000 5,000
45 200 200 150 1,500 200
57 500 2,000
(] 50084 60 600 100 40852004 500 500
Aaf 5005 60° 600 100 40°5;300* 500 2,000
BTA% | 5000%60%; 5004 600 2,000 1,000%; 900%; 13,0004 500 2,000
B =i 15,0005 2,00054 | 1,000 5,000 13,0008; 4,0005; 25,0004 | 10,000 5,000
L 200 200 700 1,500 200
] 200 500 2,000
B 600 100 500 500
BaAA 600 100 500 2,000
BHE 600 2,000 500 2,000
Codex T
i 1,000 5,000 | 10,000 5,000
5 200 200 1,500 200
50 500 2,000
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1. AHBRICHER L7 AMG BO#EER, 722712 VICid 4 DOEME (C1. C1A. C2. C2A) BHDH FT,

RERTT A

IRTOBRRY Y FILE LIV AMG OFERIZ. R TOELY (PP) HERIITIAF Vv IROBECERBAEFE
ALTHRARELELT,

UEEmE LVBER

TIADY, NM7AXA1> Y B URREAIA D VERERE. VA URMBRIE. 72712 VRBRE. 24 <1
2{
JIL

O YZHRBRIEKNY. TSI URBRIE. AT D VRREREIL Sigma-Aldrich CRERYSILNZTFMTL VA
DY) DEBALFEL, XTIV (FRFRATAITUA) BBRE. 77X VREBRIE. AXAT1 Y VIBRIE
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ZIERRIRKAIE Cayman Chemical CREIZ > HYMT7F—/N—) HS5BALE L7, GENIE. GENC1, Cla.
C2. C2LaDAMADTHEBHINTWVWET, GENC2 & C2a IFIAFEMAETT, cNE5D AMGEOBEZR 1ICRLET

o

AMG HOZRERA (Img/mL) & FERZEBR 4K (18.2MQcm i) ICEBL THABLE LI, FXRERERS
BRIG BEINY IBREMAFVKEBRAESLIUVHRRLTHARLE L, IRNTORRZ. REE (-20°C) FD
PPEBHRTRELF Lo AMI ZREFE (IS) E LTEALF L.

10mMEERT7 > EZTU L. 0.4AmM I F LY I7 I VEEER (EDTA) « 0.5% NaCl. 2% bU o OOE (TCA) =&
CHEARIGUTOLSICHARLE LTz, £9'. 500mL X275 RIICHRY > EZY L 0.385g & AN, £ 450 mL
DIRA A VKZMATEBRLET., AERTHIFE (FA) ZHAWVWTpHZ 4.0 ICHABLE. 0.0T4gDITFL VDT
SYMERBR = b U LK. 2.5gDERF UL BLV10gDTCAZTISRAICMAEFT. K<REEL
TAML. EIDMEFTHA 4 >KZMRET,

> 7 ILDEREA

435, R GFRCER) « FiE (BR)  ANFIVOTF Y FILIBHTOETEANLE LT, CORRICNFIVES
HDIF. S YNFOMERFERICAMGCENMEATNTWVBRLHTT, NFIVEFADOH U TILIFLEE (0~4
°C) ICRE L. BT > FILIERRE (-20°C) ICRELF LT

Y7L OMBEE LIV 2Ty T

3gDNFIV, FI. FREBBVWIHRELIII O F LIHEAEASZ. 50 ML PP ELOF 21— TJHNT 20 mL OHMEE
BEBELEL. COFa—T7%ZEE (3200RPM) T2HEARILTY I ZRELTE. 30 pEABEICKEL L
Too UV TWEBERILTY I RRELIE. 4°C. 3,200g TLODMELDBELEL, EEZ. 7S XAFvIHE
Ry b EFEBRALT. OS0mMLPPELTFa—TICEEMICBLELT.. COLEBEEZ. F¥)TL—>3ViFAHD pH
X—2—%FERAL T, EEMAR (50% KOH ARS LU 10% KOH B®) T pH6.75 = 0.25 ICFAEL TH S, EEH
t (SPE) 8LV V-7 v F=i7VWE LT, Bt — K v (OasisHLBSPE i— kU w [ 6ccVac h—
~JwP. 500 mg IRERF]. 60 um. EEEFS 186000115 <https://www.waters.com/nextgen/us/en/shop/sample-
preparation--filtration/186000115-oasis-hlb-6-cc-vac-cartridge-500-mg-sorbent-per-cartridge-60--m-.htm!>

) ZL3MLOAR/—=)LE3MLOBAAYKTIAY T2 aZ v I ELUVFEHLLTHS. IRTOLEE (W18
mL) ZCHICO—RL&ELT. O—F& A—FUyZZ3mLOBAF2KTHEL, EETTIS SEEZRIEE
L7co DTEIE. 3 mL OAEAER (10 v/v% FAC 5v/v% 1Y FON/ —ILKAR) TABLF LTz, RENGHEEY
3. BABOHERZITHOTIC. LC-MS/MS THMML & LT, EMEHES U —>7 v TFIETIE. Waters i (/NF 2
—1) YZAR—JLF (186008998) & Otto SPEcialist IIEY=74/—JL K (725000682 <
https://www.waters.com/nextgen/us/en/shop/sample-preparation--filtration/725000682-otto-specialist-
positive-pressure-manifold.html>) OEmAZFEAL. AFOERVESNE L, . AT 32U B &
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UFEHUD R Ty T%4TH 9 1C Oasis PRIMEHLB AA— kU wo (BEFES 186008718 <
https://www.waters.com/nextgen/us/en/shop/sample-preparation--filtration/186008718-oasis-prime-hlb-6-cc-

vac-cartridge-500-mg-sorbent-per-cartridge-.html>) ZFERALTH. BEOERNESNF LT

LC %14

LC > RT L NAFV—=YVIRYEIRZ—T ¥
= EE L 7= Arc Premier ¥ X7 L

MS R T L Xevo TQ-S micro> X 7 L

3T B R 10.0 &3

Hho L4 Atlantis Premier BEH Z-HILIC 7
S L (2.5um. 2.1 X 150 mm.
BEES: 186009987)

NI LRE: 50 °C

e A: 20 mM ¥BE 7 >V EZ T LKA
& (pH 3.0)
B: 0.1% ¥BEBE7EL,=ZFUIL

IN—TRIR: Ko 7ERZRUIL (1D 9v/v)
BER

ANE: 6.0 pL
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JSSTYVRTF—TI

FAba IR 5
%A %B
S (mL/4) ‘ ° ‘ ° ‘ HiA
HIEASE 0.70 10.0 90.0 L ESES
1.00 0.70 75.0 25.0 6
5.00 0.70 85.0 15.0 6
8.00 0.70 85.0 15.0 6
8.10 0.70 10.0 90.0 6
10.00 0.70 10.0 90.0 6
MS &4
VIbhoxT: MassLynx v4.2 SCN1017
T ES+
BRI RE 600 °C
FrvESU—EBERE 1.5 kv
dA—YHRRE 50 L/BFRE
1FVIREE: 150 °C
B AR RE: 1000 L/
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ausa>

GRIFSH IRINE—
%) (eV)
KAS 1.49 380.3>200.1 35 10
380.3>112.0 35 20
SPC 1.56 351.3>333.3 60 30
351,3>140.1 60 20
HYG 1.85 528.5>352.3 70 20
528.5>177.1 70 20
DSTP 1.89 585.5>263.4 110 20
586.5>247.4 110 20
STP 1.91 582.5>263.5 120 30
582.5>246.4 120 40
AMI 2121 586.5>163.1 120 20
586.5>425.4 120 20
KAN 2.59 485.5>205.1 55 20
485,5>324,30 55 20
RIB 2.87 455.5>163.1 50 20
455.55295.3 50 20
NEO A 2.95 323.3>161.0 40 10
323.3>125.0 40 20
PAR 3.65 616.5>163.1 80 30
616.5>161.1 80 30
GEN C1 373 478.5>322.3 50 10
478.5>160.1 50 20
APR 375 540.5>217.1 70 30
540.5>378.4 70 20
GEN C2+C2A 3.88 464.6>322.3 50 10
464,6>160.1 50 20
SIS 3.91 448.4>160.1 50 20
448.4>322.4 50 20
GEN C1A 3.99 450.4>322.4 40 10
450.4>129.1 40 30
TOB 415 468.5>163.1 50 =
468.55145.1 50 20
NEO 6.06 615.6>161.0 70 30
615.6>163.0 70 30

K2 COFBTHEARALIEMRM bS5 yay, O—>, 8&UaUPay
DEINTA—=H—; MBMEE L —XEZKETHRLTWVWET,
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BRELUER

1 Atlantis Premier BEH Z-HILIC 15 L. T®D AMG $E8D 7B

BEEBROKDSEE. pH. BLU/NY 77 —BEN. Atlantis Premier BEH Z-HILIC h 5 LA TH AMG 38D S B % &
HTZLETOEREETT,

1.1 BFHEBOKDEEDTE

2 I, Atlantis Premier BEH Z-HILIC A5 4 (2.1 X 100 mm. 1.7um) T7A VIS5« vIBAHLIEEIC, BH
HAPDKDEED. BIRL - AMG BORFFERE (RT) ICRIFTHEBERLET. KRBHEAIEpH3.0D20mM D
FR7VEZUVL. BEMEBIZ0.1%FAEE7 N MU TLT 2D S BEEFOKDEENZVIZEAEN
E< %3 (RTHREWL) Jehahbxrd,
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10.00

9.00 . o
8.00 A A

7.00
6.00

5.00

RisismE (9)

4.00
3.00 G
2.00

1.00 e

0.00

35% 45% 55% 65% 75% 85% 95%

BEiE A (KR) (%)

—o—KAS O-SPC &—STP DSTP O-NEO A —+—PAR
—=—APR —=—GEN C1 ——TOB —O-GEN C2+C2A —A—GEN C1A *-NEO

2. Atlantis Premier BEH Z-HILIC 15 LZEWT. BEMER DK EEHEIR L 72 AMG BORFREICKIZFTHE

1.2 B ##8 pH O E

31C. Atlantis Premier BEH Z-HILIC A5 4 (2.1 X 100 mm. 1.7 um) ICEWVWT. 20% FZEHEA DS 95% A £ T
S5OMTHEMIE. 5%ATI0DEARIFEIZ TSIy MAUEHT T, BEHEA O pH AEIRL 72 AMG 38D RT I
RIFTRHEEZTRLET, BEMEAIZ. SEFTELpHOKR20MM FBT7VEZIJLT, BEEBIZ0.1%FASET
ETrZRUIILTLI, MEIF0.2mL/3TLze WFLREIF40°CTL . I35, EALT S AMGEOAD
EDBVWPHKEFEMEZRTEHADDET, & pH FHETIE. AMGEE (SBEER) 014 VWA FITh TEEEL D
BUKMMEERANEB<AD, RTARKADET, E—JFR. E—U8BE. $LUPHOBEIE pH OXEZZITE
T, M4Il. M3CALEHEZAVTESNIERBIRLILAMGED /O M SLZRLET, pHHAINS 3 IZED
. WIECAHTZIE—VDEHHELLBD, SDORMHTHENECADILLHIC. PEIALDRIFICAED XS,
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—4—pH3 ——-PHS5 =—d—pPH7 —PHY9

16.00

14.00

12.00

10.00

8.00

6.00

REFER (99)

4.00
2.00

0.00

3. Atlantis Premier BEH Z-HILIC 15 LICEWT. pH hBEIRL 7c AMG 8D RT ICRIFTHE
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pH 3.0

pH 5.0

pH 7.0

pH 9.0

TIC (GEN C1) TIC (GEN C1) TIC {GEN C1) TIC(GENC1)
'”g% 11265 "% 2985 %] FRTA 9.4524
0 0 0 0
500 10,00 500 10.00 5.00 10.00 500 1000
TIC (PAR) TIC (PAR) TIC (PAR) TIC (PAR)
'Og% 1.27e5 "’g% [ Botes 00 5903
0 0 - - 0 0-hr e,
5.00 10.00 5.00 10.00 5.00 10.00 5.00 10.00
TIC (APR) TIC (APR) TIC (APR) TIC (APR)
100 ) 100 100+ 100
*1 14065 % 1355 2634 ael 174
0 v ol e | 0 - LR -y oo
5.00 10.00 500 10.00 5.00 1000 5.00 10.00
TIC (NEO A) TIC (NEO A) TIC (NEC A) TIC (NEO A)
'D;j 6.39e5 m:zj 6.38e5 10;5 24885 w;i 1.57e5
0 0 | ’ T o ; 0 T
500 10.00 500 10.00 5.00 10,00 5.00 10.00
TIC (KAN) TIC (KAN) TIC (KAN) TIC (KAN)
'D:;j 9.735 'D;j 9.20e5 10; 112e5 w;j 1.95¢5
0 o 0" o
500 10.00 500 10.00 500 1000 5.00 10.00
TIC (STP) TIC (5TP) ) TIC (STP) TiC (STP)
'02% 1 sates %0 l 10004 1001 16506 ”’;] l 1.146
0 .. T
500 10.00 500 10000 500 tooa 500 10.00
TIC (0STP) TIC (DSTP) TIC (DSTP) TiC (DSTP)
'0;% l 25185 10:1% l 4.98e5 10;_5 l 3025 wg% l 4.70e5
0 0 ; — 0} ‘ 0 -
500 10.00 500 10,00 5.00 10,00 5.00 10.00
TIC (SPC) TIC (SPC) TIC (SPC) 3 TIC (SPC)
'D;i l 32756 'D?% l 42606 10;;‘ l 15308 1“;1 l 2.1426
1] - T RS o- - F5FA - R
5.00 10.00 5.00 10.00 5.00 10.00 5.00 10.00

4. Atlantis Premier BEH Z-HILIC 715 LIZHEWT,

R, E—JRBEICRIEY

=%

e

13Ny 7 7—REDODRE

IKARBEED pH HEIRL 7= AMG 38D RT.

-2

X 5 (C. Atlantis Premier BEH Z-HILIC A5 4 (2.1 X 150 mm. 2.5 um) ICEWT. K 0.7 mL/52. B LRE 50

COEHETT. KEBEBHENY 77— (FBRT7VEZTL) BENEIRLI: AMGBODBEICKIFT
BEEAIXPHIO DT EIEAEE (5mM. 10 MM, 20 MM, 40 mM) DKRFER7VEZVLBKRT. BEIEB
IF0.1%FABET7ERZMUIILTL e BHOTOT S LI TREAZE £ aVICRLEDBDLEALTY. &R
DE—V8EIF. NvT7—EE20mM TELSNE LT,
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5mM NwIy7— 10 mM NwJ7— 20 mM \wJ7— 40 mM NwI7—

TIC(NECA) TIC (NEC A) TIC (NEO A) TIC (NEO A)
10; 6.23e5 m;i l 101e6 1003 L 1,186 m;' L 4.05e5
| | " 4
1 ] : 1
O B e 0 b A e, 05 \ 0 {7re— BT 1 o=
2.00 400 6.00 8.00 2,00 4.00 6.00 8.00 2.00 4.00 6.00 8.00 2.00 4.00 5.00 8.00
TIC (GEN C1) TIC (GEN C1) TIC (BGEN C1) TICIGENC1)
140 5285 0] 10206 100 2806 "0 8155
sﬁ-l R Bl
o o ] . 0 . N o - ; ; 0+ oy g pamaanasa
2.00 400 6.00 8.00 2,00 400 6.00 8.00 2.00 4.00 5.00 8.00 2.00 400 500 800
TIC (KAN) TIC (KAN) TIC (KAN) TIC (KAN)
1 29565 1";11 1 4.10e5 1003 1 50285 10;. l 29265
e% ‘ # |
[} t T T i 0+ T T T T T T T | ot T T T T )
200 400 6.00 .00 2,00 400 £.00 8.00 2.00 4.00 6.00 8.00 200 400 6.00 800
TIC (APR) TIC (APR) o TIC (APR) TIC (APR)
e zaaed 10 ‘ 39604 10 1 951e4 m;_j l 3.20e4
‘ B3
O e S SAREE A Aar amany naaa aear o . - ) Ot e e
2.00 400 6.00 8.00 2,00 4.00 €.00 8.00 2.00 4.00 6.00 800 2.00 400 6.00 8.00
y TIC (DSTP) 3 TIC (DSTP) TIC (DSTP) = TIC [DSTP)
m;j l 4.99¢5 m:# l 757es 109 l 50685 10;_ l 1.24e5
g = ]
0 T T T T ] 0 T T T 0 T T ! 0 T T T T
200 400 6.00 8.00 200 400 6.00 8.00 2.00 4.00 6.00 8.00 2.00 400 5.00 800
TIC (NEO) TIC (NEO) TIC (NFO) TIC (NEO)
e s00es 00 24584 1 671ed 1003 1554
b o i & #5‘
[ OS et o . 3 . ats 05— e 0+ T T A T 1
2.00 400 .00 .00 2,00 400 £.00 8.00 2.00 4.00 6.00 8.00 2.00 400 .00 800
TIC (PAR) TIC (PAR) TIC (PAR) TIC (PAR)
1% 296e4 “’H ‘ 582ed 1903 L 12005 1993 345e4
o Y naantet e B5E O e IR Oy o 0% L e B8
2.00 400 6.00 8.00 2,00 4.00 6.00 8.00 200 4.00 6.00 8.00 200 4.00 6.00 8.00

5. Atlantis Premier BEH Z-HILIC 15 LIZEW T, KEBEIE (pH3.0) OFBT7 Y EZ T LEEHIE
RLIEAMGEDE—UBES LUDBEEICRIZ T RE

1.4 DD ER

NS LBECEEEB O FARERLEDZOMOERN. E—V8BE. E—JFR. JOINI T T 1 —DBICKIFT
HEIBENTT, KFH 1 XHEA S Atlantis Premier BEH Z-HILIC (1.7pm &V 2.5um) ASLTH, T
FHOOXNI ST 4—%H (M. pH. Ny T 7—RBERY) IZSVWTHLERNESNE L. KiFRE2.5um D
A5 L (2.1 X 150 mm) TlE. FIFR L.7um DAS L (2.1 X 100 mm. FE 0.2 mL/9) £OERE (0.7 mL/o

) eSS, PINFEORMBICKRIE FY, RBENINIEREDITETIE, FIFR25um OAZ L (2.1 X 150

mm) ZFERLFE L7,

2. DT DR

T52 U DHAY Y TILTIE SPCIEHT 3 FHE -V DFENASHNICAD & Lo Y. HOBETHEAIN
TW3 MRM F5 22> 3> 351>98 KT 351>207 2fERAL £ L7% SOORBRTIE. TS5V IVOHAY > FILs
IC. SPCOE—7 (RT156%) YEHZRTLE2 DORBABRE—IDWFEETILHADMDE LTze CORBELHE—
TDAFHH SPCOA AV EIFEGR>TWE Lo COFRBARBRE—IDSDOFHZRET 37-8IC. SPCDFID
MRM k5> 3> (351>333 LU 333>140) ZFEALIE A, TV IF VTN SDOFHE—TJIERENF
HATL.
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7o DSTPOMRM b S U2y 3 ZR&BHL T BUFERLIESTPASOTFHHMABAL XL, STP (MW 581
Da) & DSTP (MW 583 Da) IFEMDUFEBIEZE L. 753X T7—2a Y NEZ—2HELCTY, STPICIF. DSTP
CEICEEZFOMEMNEFEED 5.8% ORMUFE—IDHOD (m/z581DE/T7AYV FEYIE=ZIZWLT) « Ch
M DSTP DEBDWHIF L BB FIREMN B D £, BEAAFEMLI DSTP O 7O~ 212 > %Z&T DSTP DRID
MRM k3 >22 3> (MRM585>263. 586>247) ZfAL7cE 5. THICED. DSTPICH I BREZ+7ICRSE
DD, STP 15 DSTP ADFHH 1% KFGICIR L & Lo STP OEMIAED FENSOFFZzRLICHRY 2 C IR
BTY,

3.X MUY I ZFR

612, AMG D LC-MS/MS HHFICBEIF BT U v I ZMBERLET. T Uy o RMBOFMEICIE. BEEHL
=2 Ty FHIC 1,000 pglkg 1o B & S ITIEESE X812 LTS5 v o4 Y FILmEY e . B AR IC
&ENS 1,000 pg/kg DIEERH 585N P — o EROLEEALE L. CN50AMGEIZDWT, BLNTAY
WiDH (20% % FEIBEVELE) H 58BN 4 IR (170% % EEIZEVEE) T, SEXEHLALOT Y
v O ZMBHESNE LT, AMG DERICIE. YU v RT Y F RREGHNUETT,

180%
160%

140%

120%
100
|
A 0%
6
4 ‘ ‘ ‘ ‘
20%
. iii “i

SPC NEO A GEN GENCIA APR GENC1  NEO DSTP STP PAR SIS AMI RIB
C2+C2A

JHEEL
=] o =]
R ® = S

o

NTFZY mgH wEE mEE mHE

X 6. 1,000 pg/kg IC# 3 &S ICIBERE AN VFNLIZT SV o5 > 7Lty (BR#mLEs ) —>
7y 7E) CEMEMEAERPICEENS 1,000 ug/kg DIZESHDSESNT. E—VEBOLLE L TR
INFIMIVYIRAHR, T5—N—IEESDERLET (h=4) ,

4. EARHH O EITE
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BRI B FILEILBBICZNA O LTSV oy FILe, BRBHB I U—>T v FRICANA O LTSV
By TIHhEESNEE—VEBEOLICE > THELELE: (MT7T%2288) o /N1 7BEIX 1,000 ug/kg TL7 5
DOYUTIL (NFIY. FH. FA. BA. FE) IRTITEVWT, IFLAZDAMGEE (KAS Zi<) DOREINERIE
#940 ~100% T. BHUOBRI MU v I AICEVTHREINTVWRIRERLEZETLRE, KAS IZEIREABLI L h
AH0FE LT Thid. pK, BHK 7 LI EOHD AMG Y HEE L T, pK, EAYELY (pKay 783.23) CE EBHELTL
F9, KAS B O O— RA®K (pH % 6.75 £0.25 ICHEE) T A4 U UFRETHEE L. Oasis HLB IREFHIIC &
STHREINEFEA.

120%

100%

-
& 60%
40%
0% MANNE RNEEE nneon

SPC NEO A GEN GENCIA APR GEN C1 DsSTP AMI RIB
C2+C2A

EA\FZY mR m4R mERE mATRE

7. 1,000 pg/kg IC% 3 K SICRINA U L. OasisHLB A— U woEFERALTHEBES LR E LT
SYOYYTILRD AMG BOBRINE, TS5—N—ExSDEXRLFET (n=6) ,

5. LC-MS/MS i D RERF 14

=B L7 LC-MS/MS iz 5. A, FiE. SLUONFIVOETF Y FIICOVWTEEL F L, EBMT
FUwORICBITZEERR (LOQ)  REFRE (R?) . EEMEHE. RT. HFURT DBEEZXR3ICKLET, LOQ
BiE. |RBE (FFI//A4Xt (S/N) HP10 Lk, FREREFORMEEOWVWTIHLBEWVS) TANTI LT
SYOHYTIL (BEBEBINTY) 2ERALTHELE L. TNS5OBRO LOQEIF. R1ISRTEEAHE
SRESNTWVA MRLEDHDBRDEWMET T, R2MEIF. 4 ~6BELANILDOY NI v IRy F RIZESR (B8
HEZN10) HhEEEBLEL. IFLALZDBRI NI YIRICEVWTEBNEEENESNELE (R2>0.99)
RT DAEXHE#ERE (RSD) % . AFIZER. I hU v IRy FRIEER. AN I FIL (n=57. BREE) H
SERBLEL. IRTOAMGHEICOVWT RT OBRMMNMBNTVWR ARSI NE LT (RSD M 1.0% Ki&) o
B 8IC. 2,500 g/kg ICBBESICANA I LT SV OFAY Y TILFD 1TTED AMG DI AOX 5 LOERE
TzRLET. ROHBECHENZE—YT (KAS) OF v N\>T70—T70%2— (K ) 126 TLT
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CODMEDERMEIE. RE 200g/kg ICBRBESICANA I LT SIVIDNFIY, 3. FR. BA. FEOE

TN ZRELTEHEL £ Lic, EREMR. AIERELANAVREDOLFL LTHELELE (K9 . AMIZR
EIFEE LTHERLE LR, 1,000g/kg DIRETANA I LTSV O T, WIETBIMIvIRDFY )T

P LTERLELE 1 RRER) - 5TV TILDE AMG OFYIEMHEN & E#IEDREMRE (SD) B I ITR
LET. FIYEMMIL 86% ~ 122% DEE T, SD IF 4% ~ 23% OFHFETT., CNOE5DERIE. BIHROBRIY MU v

TR DVWTHEINTVBRLERE—KLTVWETY, 8DDBRTYTILEZPHLELT. TNHDH Y FILIC

AMG [FEHTNEFLEATL

RTRSD' |

LOQ (pg/kg)

[

2 (R?)

ERITHE (pg/kg)

(%) 43, 4R B | \FEY | 4 4r g = 49 4mM FrFiich | =
KAS 1490 | 000% | 10 | 25 | 25 100 | 09956 10000 1.0000 08996  10-2500 | 25-2500 | 25-2500 | 100-2500
spc 1558 | 0.24% | 10 | 10 | 25 | 100 | 0.9999 | 10000 05899 = 0.996 | 10-2500 | 10-2500 | 25-2500 | 100-2500
HYG 1848 | 048% | 100 | 100 100 | 100 | 09993  0.9998 0.9997 0.9999  100-2500 | 100-2500 | 100-2500 | 100-2500
DSTP 1886 | 041% | 25 | 25 | 100 | 25 | 0982 |0.986 09998 098 | 25-2500 | 25-2500 | 100-2500 | 25-2500 |
STP 1906 | 035% | 10 | 25 | 25 10 | 0989 | 09993 10000 098 | 10-2500 | 25-2500 | 25-2500 | 10-2500
AMI 2201 | 0901% | 10 | 10 10 10 | 0.8887  0.9998 10000 0997 | 10-2500 | 10-2500 | 10-2500 | 10-2500
KAN 2578 | 029% | 10 | 10 | 10 10 | 09997 09996 09999 | 0.9994 | 10-2500 | 10-2500 | 10-2500 | 10-2500
RIB 2852 | 0.26% | 10 | 10 10 10 | 0.9997 09996 0.998 @ 0.9995 10-2500 | 10-2500 | 10-2500 | 10-2500
NEO A 2045 | 028% | 10 | 10 10 10 | 09997 0.9997 0.9992 | 0.9999 | 10-2500 | 10-2500 | 10-2500 | 10-2500
PAR 3623 | 053% | 25 | 25 | 25 25 | 0.9998 | 0.9998  0.9996 0.9997 | 25-2500 | 25-2500 | 25-2500 | 25-2500
GEN(C1) 3703 | 042% | 10 25 25 25 | 0995 | 0.995 0996 0992 | 10-2500 | 25-2500 | 25-2500 | 25-2500 |
APR 3724 | 050% | 25 | 25 | 25 25 | 0996 | 0.997 @ 0997 0999 | 252500 | 26-2500 | 25-2500 | 25-2500
GEN (C2/C2A) | 3.852 | 042% | 10 | 25 | 25 25 | 0997 | 0997 0997 @ 0994 | 10-2500 | 26-2500 | 25-2500 | 25-2500
sis 3.888 | 044% | 25 | 25 | 25 25 | 00998 | 0997 0897 0995 | 25-2500 | 25-2500 | 25-2500 | 25-2500 |
GEN(C1A) | 3.964 | 049% | 25 | 25 | 25 25 | 0998 | 0.998 0998 & 0996 | 252500 | 252500 | 25-2500 | 25-2500
ToB 4130 | 042% | 10 | 25 | 25 10 | 0.9992  0.9992 0.9995 0998 | 10-2500 | 25-2500 | 25-2500 | 10-2500
NEO 6.023 | 060% | 25 | 25 25 25 | 09991 |09985| 0898 0997 | 25-2500 | 25-2500 | 25-2500 | 25-2600

1) 4 BOIMWIR (L, AFBI AT, SEUNFEY) T n = 57, BRERE. 2) 4 ~ 6 2OLALOE —EEORIEA L,

#=3. 43, A FiE. BLONFIVOET > TILEITD LC-MS/MS & D4 Be4FE
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100

E-

1)
2)
3)
4)
5)
6)
7
8)
9)
10)
11)
12)
13)
14)
15)
16)
17)

21ID:
KAS
SPC
HYG
DSTP
STP

AMI

KAN

RIB

NEO A
PAR
GEN C1
APR
GEN C2/C2a
SIs

GEN C1a
TOB
NEO

250 7.00

750

B
8.00

M 8. &iEk I NiK

ERHETT

Sonic. RE 2,500 pg/kg ICBBESICANA I LTSV O43Y

TN 1ITEOTI /SO

SREOIOX M SLOERIES

SPC NED A TOB GEN  GENCLA  APR
ca+C

%

$H 100%
3

B gon

0%

0%

20%

%

n

mNFIY

IEHEIT
AMGs i@ sD
SPC 15% 14%
NEO A 106% T%
TOB 95% 1%
GEN C2+C2A 90% 6%
GEN C1A 87% 9%
APR 105% 15%
KAN 105% 6%
GEN C1 86% 4%
NEO 108% 23%
DSTP 107% 22%
STP 110% 21%
PAR 100% 1%
SIS 87% T%
XAN  GENCL NEO  DSTP  STP  PAR SIS HYG  AMI(S)  RB HYG 122% 22%
AMI(1.S.) 100% 0%
wFE mAE mBEA m RIB 107% 6%

NM9. 1 aREZELTIS (AMI) ZRWVW=ZANA1 0TS oa% (200 ug/kg) D AMG $58IE D IEFE
% (h=2. T5—N—IEFYELSDREZRLET)

6. 8

AMG $BIFBEIEWZEML TWB . DT 5 Z CIFRE# T, Atlantis Premier BEH Z-HILIC A5 AICK D,
20mM X7 VEZVLEZEST pH3.0 DKABIHBEZERIA2RBULI/OTY NI ST —%HTT. 1ITED

AMG HREFICHBESNE Lice D RXILRTILFIARE A VEFEHETIE. MS & IE

IHEVEDEWVWNY T 7 —EE

(BAIT5SMMEBRT7YEZYL) MBRETT, 88

WA A HEEERE L OREI ORI ST —- 20T LEESHZRBVWEERFOT I/

BNy 77 —REICEDHBIERISFEATI N

U AKF &K
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DHTZ/—ILEMDIMEV BEH RIFOFERICEAEL TWBALEZSNTUVWET, KAS IE. BEHEHTIE+2REFSIN
B ofclc®. RENBONEAICEHEEATL . fEL. BREEHI Y —27 vy FORIOMEBEY = ER L TEES
M3 eNTEE LT

Atlantis Premier BEH Z-HILIC 15 LA T®D AMG D7 8kIC. BEMBAER. Ny 7 7—EBE. pHRrO OX LIS 7
1 —ZGDPRIFTEELE, RENICHABELELT. BRK1IT5mMM OFBREOXR TV EZVLRET3MONET 4>
HZIKRTILFIARZA VEEBEIFEZR D, Atlantis Premier BEH Z-HILIC 15 A Tl&. pH 3.0 DK% 20 mM &
FYEZUVLL01%FAEB7E MU ZFERLEY ZOIY MAHO 10 PEORAIET. 17 BO—#KE% AMG
BICOWTHRBDBEBNILRENESNE T, OasisHLBSPE A—rU v TZLD. 16 FED AMGEICDOWT+59
BY)—=>T7y TEEIREMNE SN E LTz, Atlantis Premier BEH Z-HILIC h 5 LH KU OasisHLB h— k) w %N
—ZIC L THREW L 72 LC-MS/MS f3friEz . 3. Bl . SLUNFIVOEY X FILICOWTEFHEL XL

o TOHR. BNIRELBVIERME. ZLTRENIRTELSNE LT, CNICED. T HILIC-MS/MS AN
BmFOAMGEDR V) —ZVIBLUVEEICELEY ) a—23>THI e REThE L

S 3k

1. Tolerances for Residues of New animal Drugs in Food.21 C.F.R. § 556 (2020) Code of Federal Regulations,
revised as of April 1, 2020, 21CFR556.Website:
https://www.accessdata.fda.gov/scripts/cdrh/cfdocs/cfcfr/CFRSearch.cfm?CFRPart=556&showFR=1 <
https://www.accessdata.fda.gov/scripts/cdrh/cfdocs/cfcfr/CFRSearch.cfm?CFRPart=556&showFR=1> .

2. Commission regulation (EU) No 37/2010 of 22 December 2009 on Pharmacologically Active Substances and
Their Classification Regarding Maximum Residue Limits in Foodstuffs of Animal Origin.Official J. European

Union L15,20.1.2010.

3. National Food Safety Standard on Maximum Residue Limits for Veterinary Drugs in Foods (GB 31650-2019),
issued on Sept 6, 2019.Effective on April 1st, 2020.Ministry of Agriculture and Rural Affairs, China.

4. The Japan Food Chemical Research Foundation, Positive List System - Antibiotics.Website:

https://www.ffcr.or.jp/en/zanryu/the-japanese-positive/positive-list-system---antibiotics.html <
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https://www.accessdata.fda.gov/scripts/cdrh/cfdocs/cfcfr/CFRSearch.cfm?CFRPart=556&showFR=1
https://www.accessdata.fda.gov/scripts/cdrh/cfdocs/cfcfr/CFRSearch.cfm?CFRPart=556&showFR=1
https://www.accessdata.fda.gov/scripts/cdrh/cfdocs/cfcfr/CFRSearch.cfm?CFRPart=556&showFR=1
https://www.accessdata.fda.gov/scripts/cdrh/cfdocs/cfcfr/CFRSearch.cfm?CFRPart=556&showFR=1
https://www.ffcr.or.jp/en/zanryu/the-japanese-positive/positive-list-system---antibiotics.html
https://www.ffcr.or.jp/en/zanryu/the-japanese-positive/positive-list-system---antibiotics.html

https://www.ffcr.or.jp/en/zanryu/the-japanese-positive/positive-list-system---antibiotics.html> .

5. Maximum Residue Limits (MRLs) and Risk Management Recommendations (RMRs) for Residues of Veterinary
Drugs in Foods CX/MRL 2-2018, Codex Alimentarius International Food Standards, Food and agriculture
Organization of the United Nations, World Health Organization.Website: http://www.fao.org/fao-who-
codexalimentarius/codex-texts/dbs/vetdrugs/veterinary-drugs/en/ <http://www.fao.org/fao-who-

codexalimentarius/codex-texts/dbs/vetdrugs/veterinary-drugs/en/>

6. Screening for Aminoglycosides by LC/MS-MS, USDA Food Safety and Inspection Service, Office of Public
Health Science, CLG-AMG4.03, effective: Nov 2nd, 2020.

7. Glinka, M., Wojnowski, W., Wasik, A., Determination of Aminoglycoside Antibiotics: Current Status and Future

Trends. Trends in Analytical Chemistry 131 (2020) 116034,
8. Dolan, J. lon pairing - Blessing or Curse? LCGC Europe, 2008; Volume 21, Issue 5, pp 258-263.

9. Diez C, Guillarme D, Staub Spérri A, Cognard E, Ortelli D, Edder P, Rudaz S. Aminoglycoside Analysis in Food
of Animal Origin With a Zwitterionic Stationary Phase and Liquid Chromatography-Tandem Mass
Spectrometry.Anal Chim Acta.2015; 882:127-39.

10. Young, M.S, van Tran, K., Goh, E., and Shia, J.C., UPLC/MS-MS Determination of Aminoglycoside Antibiotics
in Meat and Milk, Waters Application Note 720004512EN, 2012.

Vi)a—> g Uil

Arc Premier & X 7 L <https://www.waters.com/waters/nav.htm?cid=135083359>
Xevo TQ-S micro 2 > 7 LAMNEBE E £ 5734751 <https://www.waters.com/134798856>
MassLynx MS ¥V 7 k7 = 77 <https://www.waters.com/513662>

TargetlLynx <https://www.waters.com/513791>
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https://www.ffcr.or.jp/en/zanryu/the-japanese-positive/positive-list-system---antibiotics.html
https://www.ffcr.or.jp/en/zanryu/the-japanese-positive/positive-list-system---antibiotics.html
http://www.fao.org/fao-who-codexalimentarius/codex-texts/dbs/vetdrugs/veterinary-drugs/en/
http://www.fao.org/fao-who-codexalimentarius/codex-texts/dbs/vetdrugs/veterinary-drugs/en/
http://www.fao.org/fao-who-codexalimentarius/codex-texts/dbs/vetdrugs/veterinary-drugs/en/
http://www.fao.org/fao-who-codexalimentarius/codex-texts/dbs/vetdrugs/veterinary-drugs/en/
http://www.fao.org/fao-who-codexalimentarius/codex-texts/dbs/vetdrugs/veterinary-drugs/en/
http://www.fao.org/fao-who-codexalimentarius/codex-texts/dbs/vetdrugs/veterinary-drugs/en/
https://www.waters.com/nextgen/jp/ja/library/application-notes/2012/uplc-ms-ms-determination-of-aminoglycoside-antibiotics-in-meat-and-milk.html
https://www.waters.com/waters/nav.htm?cid=135083359
https://www.waters.com/134798856
https://www.waters.com/513662
https://www.waters.com/513791
https://www.waters.com/#
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