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RXEBRENERTRRAL, FEAESSEYAENLS
Y. HPRER. 4%, XRH. BRFRAEDRERD,
EREZNERATABNETINE, SAGRREBRIPE.
BRTERMINGES, HER, #4FR, XAWMNMKRESHMINA
EYRHEFNRECHAFTRNEREYIREY . £TEA]
B AERERCMEARFALHRPEVFETYVNEA, TR
REUTENDPTTEERER,

AR FSCIEX Triple Quad™ RGN 7 —FETRIEGAZER
BUAS5UPLC-MS/MSTRE S RIRIE T 7%, TTRNNEREFFER
AR, BIRE R, XBRMABMBENEE, ZAERBUTRES:

1. ATTAERBERS, REERFRENMERFRAILODsS 5140.06 ~
2.5%10.07 ~ 1.7 pg/kg, LOQs7>A40.19 ~ 8.3#10.23 ~ 5.62 pg/kgo
IFEFIF 49T 44, BRIKAILOQ (0.06-17 pg/kg ) o

2. ZIERERS, —HHE#RTE20 min, ERTIHR, TXHHEX
haofhERTHITEENE.

XWFHE
BEHETIEZES
FEBMEE ZNIREBEREABRBKES (1000 mg/L), 7
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A CREREER. XEMANHMBOREES S RAREES
(1000 mg/L), FH7E -20CR7F. MER FAE0. 2044 FECHI50%H
EKABRHBEFRRIIRERETERR, WANE. 8%
B, MBREREEZMNOXETHE, FRFEHE
Basl,

# an Ak E

MRERRPERENEEN(KA, EE)BRAEY, RE
200mgM R KEITELS mLBLESR, RERBARTEV(Christ
Alpha-4, Christ, Osterode, fEE)# T4 4% TI&. 7ERBET, MARE
RIRNFRA R0 ULEFE30 min, REMAEF0.2%4E4 ECHI50%
FEE/KARL mL, JRIEE%30s. REBEHMTFHRBL0DHE, 7
4°C, 15000 rpm&EHFT B 10250. &/&, Bl300 pLAY EERBES
RS ZIGHALIERS(0.22 pm) L IR, AR FITUPLC-MS/MS
o

Ve 2
BHEEFEMF
Big4E. €18 (100 mm x 2.1 mm, 1.8 pm)

SRENHE: A (pH =2.98,25°C)h7K, RENMEBAFE, WEHNS
F0.02%FE .

RIR: 0.2 mL/min
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BEFIE: NE o o R &Wm  DP EP CE CXP
(min) 4+ vy v v (W
R BARBE SRR 156 93 109 L4AEEM2 60 10 30 10
. . L =ER
Time (min) A% B % 132.1  86.1 3.44 apdparo 80 10 30 10
0.5 99 1 1321 86.1 3.65 L=aK1 60 10 15 10
25 92 8 1471 841  1.06 LB 1 15 10 20 10
Bt
15 50 50 147.1 130 1.06 L-F =R 2 15 10 15 10
150.2 104 2.33 =R 50 10 15 10
18 5 95 R
150.2 133 2.33 L= 2 30 10 15 10
18.1 99 1 P —
166 120 577 LAA®RE1 60 10 20 10
20 99 1 166 103 577 LEXAEEE2 50 10 35 10
116 70 1.47 LR 1 60 10 20 10
Vo 24 106 60 1.23 4% 1 60 10 15 10
e 1201 74.1 1.29 AR 1 50 10 15 10
REFA: MRM "
182 136 3.73 LEERER 1 60 10 20 10
?El?ﬁ*ﬁ.:l—t' iiélﬂﬁ%lﬁ ,—J-\T¢J|_| %:22 y MRM%%X{TE%?)%D%:Z“ 182 165 3.73 L_E%ﬁﬁﬁ 2 40 10 15 10
118.1 722 2 L-4EER 1 60 10 15 10
2. R &M 153 88 132 LAREE®C51 30 10 17 13
Eik & . 153 136 243 L-EHER-d31 35 10 21 13
= LARER
BEEBE (ES) F b 173 127 5.81 471 30 10 22 13
/—.7q/— SRR
i 7ICUR (psi) 3 173 108 sen  SAPEE o 0 0 3
ey . 'd7 2
RFESCAD ( psi) Medium -
265 122 1.52 miEE1 30 10 23 12
R 5
REREIS (V) 5500/-4500 265 1442 152 TEE 2 30 10 17 10
N=| o
BETEM (° C) 550 377.1 243 11.94 MEE1 80 10 33 24
F1SG6S1 (psi) 50 3771 1722 11.94 ZER2 80 10 49 18
HBEH=GS2 (psi) 40 124 801 268 YRR 1 70 10 27 13
ACOEEEP (V) 10 124 781 2.68 JRER 2 70 10 31 13
220.1 90 6.91 2R 1 26 10 17 32
220.1 202.1 691 2R 2 26 10 15 22
3. AT UPLC-ESI+-MS/MS 7> #2751k & ¥ &9 0R BB B (8] (RT) FAMRM £ 5 170 1341  3.59 %S 1 41 10 27 12
[]9 =
o o RT wam DP EP CE CXP 170 1522 3.59 A% Es 2 41 10 19 20
(min) 2% vy (V) (v) (v 245  227.1  10.89 EME1 67 10 20 7
90 44 1.27 LARERL 50 10 15 10 245 97.1  10.89 £WMER2 67 10 37 7
1752 70 1.12 LR 80 10 25 10 678.4 359.1  10.25 FHEEL 51 10 33 32
241 152 122 L¥EREER1I 60 10 20 10 678.4 1471  10.25 FEEE 2 51 10 65 14
241 120 122 L¥EREER2 50 0 1000 25 10 224 94 691 ZER-"C3®N1 30 10 19 15
1482  84.1 1.32 AR 50 10 20 10 224 206 691 ZFR-"C3®N2 30 10 16 15
1482 102 1.32 AR 2 50 10 15 10 173 155 3.57 MZEE-d31 30 10 21 13
156 110 1.09 L-AEER 1 80 10 20 10 173 136 3.57 MZEE-d32 30 10 36 13
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4. AT UPLC-ESI-MS/MS 24T BS 30F 1k & 4 B9 (R B8 A i8] (RT) FIMRM 44

o 03 RT e DP EP CE CXP o3 RT tay DP EP CE CXP
(min) 2 (V) (v) (V) (V) (min) 2% v) (v) (v) (v)
289 203 8.72 ()-JLFEE1 60 -10 -29 -10 577.2 407 9.18 FREEZEb22 -80 -10 -35 -10
289 245 8.72 ()-JLFEE2 60 -10 -22 -10 301 151 17.36 WEE1 90 -10 -30 -10
3-O- M EREME R 301 179 17.36 W% 2 90 -10 -25 -10
477 314 1621 3I-F¥ALEEFREMRE -120 -10 36 -13 e p
3T 1 433 300 15.1 WIER 1 -110 -10 -37 -13
"t y 433 301 15.1 WER 2 -110 -10 -31 -13
477 243 1621 O Omiiz;%mﬁi -120 -10 -54 -13 o
3-TALEH2 609 300 14.75 AT 100 -10 -50 -10
317 16l 4.07 RRHEL 30 -10 -17 -10 609 270.8 14.75 AT 2 100 -10 -70 -10
317 108 4.07 fRRHE2 -30 10 -34 -10 304 151 17.36 W Zd31 30 -10 -27 -13
4331 301 15.67 IEERL -110 -10 -26 -13 304 179 17.36 W Z.d32 30 -10 -24 -13
433.1 300 15.67 I EEH 2 -110 -10 -33 -13 612 303 14.73 AT-d31 80 -10 -51 -13
463 300 14.65 27 S=i] -120 -10 -39 -13 612 274 1473 BT-d32 80 -10 -T2 -13
463 271 1465 SLHE 2 -120 -10 -55 -13 34 B E R
153 109 6.87 e 45 -10 -20 -10
315 300 18.12 SRZEE1 100 -10 -30 -10 —FEEARTR L
315 151 18.12 BRE%) 1100 -10 -40 -10 153 1 - 34-RERFR 45 10 35 4
53 08 6.8 = e RS 5 -10 -35 -10
477.1 314 1625 FHRER-3-FEEEF1 -9 -10 -40 -10 o e
137 93 897 4-FERRARR 1 50 -10 -20 -10
477.1 243 1625 FHEREZI-EEWEH2 90 -10 55 -10 T
137 65  8.97 4-REIRFR 2 -50 -10 -43 -10
623 315 16.35 FRFR-3 -140 -10 -42 -13 2 H A R
: BT R | 163 119 1244 4-FRERER 1 -50 -10 -15 -10
eEAE] 163 93 1244 4-FE AR 2 50 -10 -35 -10
623 271 16.35 Tt -140 -10 -71 -13 -
A =R 179 134 10.36 MIHERS 1 40 -10 -35 -10
= N
285 239 17.99 W58 1 -100 -10 -40 -10 179 135 10.36 TIHERS 2 40 -10 20 -10
= N
285 1871 17.99 Liz=E 2 ~100 -10 -40 -10 3531 191 9.47 SRR 1 40 -10 -30 -10
(LI Z=}-3-0- 4R
1 2 16. ot 2120 -10 -45 -1 353.1 127 9.47 RIRER 2 40 -10 -50 -10
593 85 16.05 T gt | 0 -10 -45 -10
LZE 3 193 134 13.13 P ZRER 1 30 -10 -20 -10
TREN-5-0-
593.1 284 16.05 AT=EER?2 "120 10050 -10 193 133 13.13 FeJ 3R 2 30 -10 -40 -10
288.9 245 10.67 LRILFZL 30 -10 -23 -10 169 125 4.73 HEFEL 60 -10 -35 -10
2889 123 10.67 LRILFZ2 90 -10 -25 -10 169 79 473 R 2 60 -10 -35 -10
285 133  17.65 KEEZR1 90 -10 -45 -10 197 123 11.06 TER1 30 -10 -29 -13
285 151 17.65 AEER?2 90 -10 -35 -10 197 167 11.06 TERK?2 30 -10 -23 -13
435 273 15.27 REF1 2100 -10 -25 -10 167 152 10.28 BERK1 30 -10 -19 -13
435 167 1527 REFE2 2100 -10 -40 -10 167 108 10.28 BER 2 30 -10 -26 -13
577 289  8.42 Fi#E&EZ b1l 90 -10 -35 -10 196 134 13.11 Fe]FRFR-d3 1 30 -10 -23 -13
577 407 8.42 BRiEEZEDb12 80 -10 -35 -10 196 178 13.11 FeFRAR-d3 2 30 -10 -17 -13
577.2 289 9.18 FE#EEDb21 90 -10 -35 -10
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ERER

S

MNITESEHTT 0, BFeEE. RaE. =BUSH.
MELFRM, WTREENLML, SRERT AR ME. RE
EREEE, TERNBREER. LaVNRBEAEST
EHTIE, RELEFTC1I8BIER, RILTHRET4MEFYR
RENDENBRMRERR (MEL) o

SRR T T L, W T AERREEMNRINFREN
57, KMANMPBRNERNEEAERE, FANFREEES
hEymyEERRK. REGEFRDEAKNEE, 23050
0.02% R o

UBEAFHER, SRR RRTHRMA. 250EHMM
REBFIEREARNRRLENEASRNIEZLETH. BHER-d3EL
/K (1/1:VV) RS EN, RAIERNREIKRERYES6.33% 1 E,
WETESTER, ER%W, EXFL-F=ER. LETER.
LEERAERFNERREADRRATEAHEE, HERA
EARRBUAT VN ERZRRK, BEREENNZWETHE
2, BIEXWILEERTR, EEARE/K (1/1:v)Vv) HERE
7, B, RAEFFRE/K (1/1vV) #HTHERIRR

SAAMME LT BELERCREEHRT T L. ERBTRAM
HARCIUIRSEICER, BEERSD; HF, REH0.2%MRSD/NTF
5%, EItt, RBUSERFER020ELERCER,

ETWUEHR, Ex7IE/SURMBRERNEISFHEER. 7
TR E =, 18T EREIFIOMEN BR R 48 & 1 SR BX IS X 755k, PR
T4 B ARHVIRE B FRIEAE (XIC) E LR,

ensiy, cps

SEERE AR L IR RN

ime. min

El1. 407 B AR 9IRS F &5 &
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HEFER

EUETAREM EFARTAZER, FARMNERNIRNZA
FHERER, BERE. 4. RERMEERBTIEN . E47
REMHEX (HE. £F. BAHNHE M) dAFTT=RE
K (0.1, 1.0F110 mg/kg ) BIARIMEI KL, FMREKFeN
Fi7. BIFNAERNENIRNERLCRRAEMRLE, HRT %
M [ B 3 B R B TR . BRI 3R 1055 MR EL T B LODS AN
LOQs. JT AT EIRIT A NEE B A ERIT G, BREESP
BIFTERER-d3. MR Z-d3M A T-d3%, EEMAYHERERIgHE
65.05% ~ 105.27% = (8], K& EIBEAET5%IL E, RSD< 20%,
RPZTEEERENERE, S TREALEY, BREREET
ER. 4MERPLERE-d3. LERIEK-d7. ZER-CC3UNFIILL
B EE-d37E 3N INFRAKF B E S ET5% I Fo LARER-13C5
AT N EIRERE68.71% ~ 78.22 2 8], R THMER, M3
fg-d3. MEER-d3. A T-d3EHIE. Fi. HE MPAEKE S
66.56% ~ 97.89%, YITETIIEZSEEN,

XABFNNZAHE. £XEREERERBITLETN,

L MSERE0.001 ~ 10 mg/kgo FEAFIMAMBERERF, AR
RARFIL AR IE 2 B X R EIYE F0.993, BEERH
BRI R N FRAILODs 7 31 40.06 ~ 2.5%10.07 ~ 1.7 pg/kg, LOQsH 5l
50.19 ~ 8.3%10.23 ~ 5.62 pg/kgo X TAFIFHI40F DY, AR
fKA9L0Q(0.06-17 pg/kg), RMIZAZEFLSNRBE. BN
KBHEE (n=5) FEERBEE (n=3) 9 340.64 ~9.37%7F10.61 ~
13.91%.

SC B # i W E

NRRBIMNTE, NEHFLR T 26MEXFRER . Bk
HAER, KEWMIBRBNEE, SROE2M®, FAEXAMNEX
HEMERZTNNERTNEEZRRK, 26MFEERHERE
B2 H0 22 2 M 99.98 mg/kg FWE 977.17 mg/kg FWAE, EMRH
mEF, TERERELAER (AMEPHEBERERLISEN
43.8% ) FILHER (AFXPHERERLSEEM24.2%) . &
BENRERANT, AEROLLOIEIL12%, AEHENA=%
PRIMPLFERERNSES THMEX. FHEEBLHME
PDERERSERS, 5 74466.8571510.32 mg/kg FW, MHAE
NEERIK, 751544.08F155.90 mg/kg FWo

AP FEEERLERES (10294.1 pg/kg FW ) , HX
=B (96672 pg/kg FW) , EREFEE (946.5 ug/kg FW ) 89
10.815F110.2/%, BEMHFHEZEZTSEE26MEXFRE, ME
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MRS ENSERS, 4633.5+23.1 ug/kg FW, =HE MAT7
F. E=MEREZPRLNEER, £/ NAXFRNEERE
(376.7+5.0 ug/kg FW ) mFEMER ., EREXPRMEINZE
BEA461.1£32.4 pg/kg FWo SR ZBEEAMAKE AL FAELL,
BEFEVNENRERK . EXTEVERNEEHN6.2+1.5 pg/kg
FW, BEBEME=HFHNREATIREE. ERENENHER
hHREME SRR,

HEZTEFR2TFB R RS, RMHREXRR, RR T
BT ERHYRGE . FTEROBELEY, AIIZHRUE
21%h, BEHEN, WEMEE MRN8, KREEZMH
RERFMNEXTNITERWE, &X. 4%, I FEREN
KBENESEERS, BT HILES (58.7-76.6% ) o TEIXTIH
R, MXEFHEXMA=ZLRRNEFSERRE, MALR
EHRHARNEFBRRE, RES1X2693.8+95.5 pg/kg FW, X
EUFTARFRAEREL . LRILEER, ()ILFER, REER
b1FIRIE B Rb2XELU T HENCNE, E3FHREXRES,
EHFREXPRNEZ4-—REXPRNEER, BXBRNE
4-REXRR, Af, ELRMEMIFRZERRNE4-ZER
HRR, BRTFX. EEXRTRIAMHER, 4-2EAERMMBER
BIREBIASS1.1 pg/kg FW. FERAESRMSNERL R EES
Wi, FRBEHEMEXTENEREXPEEZNRERD . &
26MEEH, ARE. BENEXNKEZRREERS, 77
4J284.25 +13.54 mg/kg FW. 68.19 + 12.95 mg/kg FW. 63.55 + 1.34
mg/kg FWo

Nonessental amino acid|

Total conter

imghe FW)
« ® 8 & & & &

BE2. 26Fh B3 F49F B AR B9 IR E[log2 (mg/kg FW)]. ( BBFRRK
MBI TF LoQ) »

NG

AR T RSB RIE RN N EHRE oMl R
RER. fE R, XEWME. HZHRFARLT R
HIREEE, BEREESERES. A MNEMNEARIRM
EE. M. BER¥N. BREMRBESHTEXNHAE
HITIRIE, 4P E RN EYEEE5.0% ~ 105.3%Z (8],
RSD > 20%. LOQEK, 40.06 ~ 17ug/kg, LMIEXRER
>0.993, ZAAE BMINN FBF26fhEi e 40fh b S MH AT

==
EEo
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