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1 SEE

ASCAFRRE T Bt = FLIE A T 2 PR LIS B I E T3
ASCAE R T LA, AN G MR = 2L A o

2 FEIRE

BURER IR IS, FITRE IBR B e M e IR B, 22 WBUAR il o B, R OB
EFERe-FLAEH B-ABRE AR ARBL WhRREE. FRIER KBS s EA N
MR R, RAUMERAAENe-FLEEA . B-AKEAN SR, FREe-LAEA. B
FARREASAFEERANRR, HHEORRFLBEH T FELBFEANSE, REFGH
THAIRFLIE A .

3 AR

E: BRAERA U, ATTEEAT A A A, KON GB/T 6682 #lE i — 2K .
3.1 RF

3.1.1 RiRE% (NHHCO3)

3.1.2 THRIAFERE (C4H 100282, DTT) &

3.1.3 MCZ B (ICH,CONH,, 1AA)

3.14 4% (CH3;COOH) .

3.1.5 HE® (HCOOH) : faif4,

3.1.6 ZJiF (CH:CN) : faifhal,

3.1.7 BB E R 3 ) KT 10000 BAEE B2 50 8 i

3.2 I H

3.2.1 BRIREALAT (500 mmol/L) = FREX 3.95 g BRIRE e, FH KRG 22 % 100 mL.
3.2.2 TImAABEREET (500 mmol/L) = FREX 0.771 g —Hi75HERE, H 500 mmol/L kIR A
R RS €A 2 10 mL.

3.2.3 WUR ZBEEAR (500 mmol/L) = FREX 0.925 g WK Z. k%, F 500 mmol/L IR A
VSR RS €2 10 mL.

324 ZIREW (1%, V/V) : BEL0.1 mL /R, H/KFBHERE 10 mL,

3.2.5 BERABEB (1 mg/mL) : FREL 10 mg BRIEREE FBE, H 1% BRIEBRIE IR E 5
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% 10 mL.
3.2.6 FER/KER (0.1%, V/V) : WH 1 mL FER, H/AKMBIFEAZE 1000 mL.
3.2.7 WR MG (0.1%, V/V) : W1 mL HER, H ZJEMR e % 1000 mL.
3.3 fRfEm
3.3.1 Fo-FLAEARHES (CAS5: 9051-29-0) : 4»F& 14178 Da, #lif¥>85%, mi4[H
FANE I TAREVITE B PR EY I o VA YRR I R Al BE T 5, AR A 7 L b
IEFS
332 FP-AIREERHES (CAS T: 9045-23-2) : 4r T 18320 Da, 4ij¥>85%, B4 [H
FANEIF I T AR EVI BB bRV BT . FCH VAR &I R sl BE AT 5, DR B 7 A0 i
IEFS
333 Ffo-ABEEARRKE (CEVFR) : 77T & 652.30 Da, 4i%>95%, R5THIVE 7 Hr
WE.
3.3.4 4B-FERE AFF R ILB (LSENPTQLEEQCHID) : 41 1658.20 Da, #lif%>95%, {%
A W T UE S
3.3.5 do-FLAE AR ERF KB (CEV*F*R) : 4> T 668.80Da, ZliJF>95%, {4/# Y]
P HTESS .
3.3.6 4p-FLERE B FEAL R EF R kB (LSFNPTQL*EEQCHI*) : 4> 1 1672.40 Da, 4iJF
>95%, DRIFUITE R HTiES .
3.3.7 Fo-AAEAFEF KB (NICNISCDK) : 477 1009.17 Da, Zi/5>95%, /M
WA HTUEFS o
3.3.8 FP-FLERE AR IKEL (LAFNPTQLEGQCHV) : 4> T & 1556.75 Da, 4[iJ$>95%,
PRIFATE WA e .

e ERIRB A A * A AR RO R R ARG @ AR, V* Y Val-OH-13C5,15N;;
F*y Phe-OH-13C9,15N; L*A Leu-OH-13C6,15N;; I*y Ile-OH-13C6,15N.

3.4 FREARECH

3.4.1 oA AEAGMEMEER (1 mgmL) « HERFREU: o-30 & A FRER K 10.0 mg
(AFERPHE, #EME 0.0l mg) , FI/KEMEERE 10 mL. FHEHE# 3 R,
T-20 °CLRAF,TRAT 6 N H

342 Ho-FLEEAFRN FEARID N ARG & VER (500 pg/mL) « AEFIFREA: a- 2L 8 A F AL
FHEF B AR 5.00 mg (HEFZE 0.01 mg) , F/KEMIGERE 10 mL. Kk
BHEH,  3-20 °CIRAE, TRAF 61 H .

3.43 FR-FLEREE AR UEME VAW (1 mg/mL) : AEFAFREUAB-SLERE (AR K 10.0 mg
(AEEFRHHE, #EMZE 0.0l mg) , HI/KEME EHE 10 mL. FE R 2 8RR,
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T-20 °CIRAF, TRIF 6 H .

3.4.4 Fa-F AR AE B & (500 pg/mL) « AERAFREAE o- 3L 1R R S K BOR
&K 5.00 mg (HERHZE 0.01 mg) , FI/KVEMEG ERE 10 mL. B RS 2 BV T, T-
20 °CIRA7, TRAF 61 H .

3.4.5 4B-FLEREE (1 HF 5 Bk B T (500 pg/mL) = UERFRE A= B-FLER & FE 7 K BOR
&K 5.00 mg (HERHZE 0.01 mg) , F/KVEMEGERE 10 mL. B RIS 2 BV T, T-
20 °CERAF, TRAF 6 D H .

3.4.6 Fa-Fl AR AE B & (500 pg/mL) « AERAFRELE o- 7L 1R R S K BOR
K 5.00 mg (HEFHZE 0.01 mg) , FI/KVEMEGERE 10 mL. FE R EH B B EDE S, T-
20 °CERAF, TRAF 6 T H .

3.4.7 FP-FLEREE FHF 5 Ik BUME VM (500 pg/mL) « UERGFREL 2 B-FLER & (R 7 Ik BOR
&K 5.00 mg (HERHZE 0.01 mg) , F/KVEMEGERE 10 mL. BRI S 2 B RV T, T-
20 °CIRA7, TRAF 61 H .

3.4.8 4B-FLERE (1 FIAL bR id W ARGE 2 7AW (500 pg/mL) « HERARENA:B-FLERE (1 R fr
FH R IRBM K 5.00 mg (HEHIE 0.01 mg) , FKBMEEAE 10mL. K iEmieE# 39
BHEH, 320 °CIRAE, TRAF 61 H .

3.4.9 HEAMEREEASEHR (Fo-fLEAEA 30 pg/mL, B-FLEKEH 90 pg/mL) : 44l
HERIREL 300 uL 4= a-3L 2R (bR UE G 00 900 pL 2F B-FLER SR (I bRERS &30, KRR
HEARE 10mL, #1773 MH.

3.4.10 [FEAZZRARICAARIEI (2 pg/mL) = 3 I AEBRN 40 pL Fa-FL H & A FIB-AEREH
FIRAL R R IC AR, KB FE R ZE 10 mL, /4731 .

3.4.11 RVIFRHETAEER: AEFRONE A brdE b RV S 0 pLy 20 pL. 50 pL. 75, 100
uL. 150 pL+ 200 pL, T4 B0 200 uLy 180 pL+ 150 pL. 125, 100 uL. 50 pL. 0 uL
FAlK, BFNRE SN 50 uL (RN AR IC A bR (VR A AT, T4 HR 5.2 SRE R AT
FEs LS EEA (B JE KRR 480uL, (AN ImL) , 1934 a-F (1 8 F IR E )
N0 pug/mL. 0.60 pg/mL. 1.50 pg/mL. 2.25pg/mL+ 3.00 pg/mL~ 4.50 ug/mL 1 6.00 ug/mL;
AB-FLERE F IR E 43734 0 pg/mL. 1.80 ug/mL. 4.50 pg/mL. 6.75ug/mL « 9.00 pg/mL.
13.50 pg/mL A1 18.0 pg/mL [ R HIFrE T/

4 (UEFFAEE

4.1 RO (G- B BT T AN i S B R LR EGERL,  1~2000 BT EE (m/z) s
AR, 0.1 R BE S (AMUD

4.2 KF: EE0.01g; 0.01 mg.

4.3 e G A IRGHEEAMET 2400 F/50 5.
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4.4 IR A%

4.5 {HIRKIBIEIK.

4.6 FEFEWEE: 1~10 pL. 10~100 pL. 100~1000 pL .
4.7 WALIERE: 0.22 pm.

4.8 —IRMEFFAE: SmL.

5 DL

5.1 S

FREGARE 1 g CRE#fIE 0.0001 g) T 50 mL Bedfr 1, 43U 20 mL ACKHEE 7850 T A
R 25 mL AR, HR/KERBZIE, LENE TRERA S LR Wi,
RS U FEA AR 100 pL T 2 mL B0, A 50 pL [RIALFE AR 1d A b o (TR A R
T A o

5.2 EASEEHE

) _EIREEB I 200 pL BR R S A . 10 uL R BEEEIS W, VRS G T 70 °C R E
Ti/K¥ 30 min; AR, A 30 pL MUK LW, W5 AL #E & 30 mins FEOD 20
uL R A BEVA TR, MRS T 37 CCEIR/KIG B 3 he IIN 10 pL HRRTES], IR T
FrE 15min, FIIA 580 uL 7K, JWHEIRST, F 0.22 pm JEMEIEJE, At e HORAH - 5 1505
AR o

53 UFESEFH

5.3.1 WA S %At
a) iliH: BEREEE Cisfl, HEK 100 mm, HANAE 2.0 mm; HERIAE 1.7 pm, L
30nm (300 A) BREERLE
b) VAN A: 0.1%HERAKIER: B B: 0.1% MR £
o) BEEWENL: ZEVEMHESNE 1,
d) Jii#: 0.3 mL/min;
e) FEiff: 40°C.
£ BEFEAAR: 5L

®1 BERRSEEN

FJ1E] (min) TENAH A MEHE B
0 95 5
1.0 95 5
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4.0 40 60
4.1 0 100
6.0 0 100
6.1 95 5
8.0 95 5

5.3.2 JRIEZH LM
a) HmZE: ESI+;
b) AT 2RI (MRMD
o) BAEHIE: 3.5kV;
d) HEFLHLFE: 35 kv;
e) BLEFREZ: 500 °C;
) LTS 800 L/h;
g) HEFIESH MR,

% TESERELY
ey BHET (m/2) TET _—

E eV

o Tk IM2H] (m/2) AL AER (V)
o BLEE i 32247 P
I S K B ' 174.9 18
3L 332.4% 15
RIS Sk 3639 174.9 I8
HB-ALERE 1254.6 27
B Sk 838.6 262.2% 2%
ﬁFB-?[ﬁ*%E 1268.9 27
RIS Sk 8057 46224 2%
FaSLHER <2 002 P
R K B 228 1% 18
iﬁ-?[ﬁ*%ﬂ $07 5 1168.4 27
s S IR ' 600.2% 26

T NERE T ARBUE S, FESBORIFRTRAFEZESR,  5E AT RO 5% 1
(UREEEIE e

5.4 #RERZEIHIE
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R br v 2 51 AR VUSRI I N o B8RO B0 - B IBR B A3, 000 A 2 P e T AR
AR U B SR ALl DABRHE R P BB R A b, 25 IR B A T s S R B 5 % L[]
R E T KB R TR LU NN AL b, Rl e 2k, Adf i 20 DL PR =% A3

5.5 i BHNE

R R AR BTN 5 S8R € - A BRGS0, DS L A P R T AR, AR o 4
LA PRI P P70 AR FVRIB-FLER AR IR, R dh I LR SR A2

5.6 AR

AFRBGRRE, $2 A — 8T E M B, 2 E IR R i 5 I b AN A5
T,

5.7 REANE

FE G E I E ZH (GB 5009.5-2016 £ ih %24 [F bRtk & i A 5 IE )
6 STERMRE

6.1 3LFEERERITHE

BURE P F 0L B BB TR 1 S R (D L
=2 X X107 e, ()

A
X—ilfftdo-AHES, SB-AREANSE, BAMRNZRFE (mg/100g) ;
p——RIEFRAE M L v EAR B Fo- AL B, BB-ABRE A IKE, B3
FAMOE RZF (pg/mL)
V— AR E B, AN ZF (mL)
WA R, BN ()
Sr— RPN FRRERS 2, AbrdE £/i=10;
10— B 547 pg/mL 458 mg/mL FI# 5 R 5.
6.2 LEEAREMITE

RSN E A R (2) i

BACNZE R H L (mg/100g)
AR E W (mg/100g)

ﬁmﬁmmi,iﬂﬁ%ﬁtﬁﬁ(mgm%)-

—~hﬁﬁ¢a%5%5%ﬁ%%%EM@%&%%¢%@%E@EM&ﬁ%ﬁ,m
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5 0.775.
BEALRITE
Xp:(m—v;ycaxonm0x1m  F % 100
mxVy, s o . (3)
EWiEP
Xp—— i RE MR E IS i, AN E T (¢/100g)
V1RV FEGR R 2 h W bR VA AR, B8R 2T (mL)
VO—— 2% F Y FER IR B ROARME VAR AR, B T (mL)

V33— BUH AR AR, BACAZTE (mL)

ca——Tim R B ER IR AR MEVA VIR L, BAA 4N BE IR BT (mol/L)
0.0140——1.0 mL fii g sl ER R AR HEVA R (1.000 mol/L) AH I & &
F—— R R A i 5 R M, ISR ALiE M R O 638,
m——iAFEfT R, AN (g)

6.4 I FERLLERMITE

7

8

o

—
&£

R RIS ER SR EANRB AKX 4 HHG,

=— X103 X 100%......eieeei (4)
A
R WETAFIEEA EREAME, %;
Xw AEFTIEEANEE, A RNEEH T (mg/100g) ;
Xp AETREANEE, A NEEHT (2/100g) ;

10-3—— ¥4 Jii & 5147 mg #EN g I E R %L
TS5 BB = A0 BT .

wE
ETSIL AT, AP L R 0, R AT 15%.

PR

el

PRFERE Y 1 g, FIRFLISE A AR 0.3 %, E&ERHN 1.0 %.
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Al4e-FLEERA. p-AKEABRRIVER RN EBIERIE
sTO7
5107 3 NRM o 2 Chamels ES-
06 3674> 46207 (Bby)
100y l 1.2267
000 075 100 12 1B 1% 200 225 250 275 a0) 3% 3R A5 L0 4% 40 4%5 500 6% KK 615 600 6% 48 675 70
22501907 3 NRM of 2 Chennels ES-
16 85874 > 125457 (Bbg)
100y ‘ 21%7
0200 075 00 125 1B A% 200 225 250 275 300 3% 3R A5 400 425 450 475 500 5% 5K A% 600 6% 88 615 700
250113007 4RI o 2 Chamels ES-
106 9572 126847 (BL115)
1004 ‘ 4
0 00 075 100 12 1B 15 200 235 230 275 300 3% 3 A5 L0 4% 450 475 500 A% BK0 A1 a0 6% A& a5 700
22501900 4RI of 2 Chanmels ES-
06 86572 > 46207 (B4315)
100y ‘ 4245
00005 A0 125 1B A% 200 225 250 205 300 3% 3R A5 400 425 450 4f5 500 6% 5K A% 600 625 8K 675 700
50113007 1:NRM of 2 Chanels ES-
248 35672 > 322.15 (B-aac)
100y 56566
#
02 00 075 100 12 1B 15 200 235 230 275 300 8% K A5 A0 4% 40 4% 600 6% 6K A1 a0 6% A& &5 700
201900 1: NRM of 2 Channels ES-
28 $472> 17493 (Bakzr)
17466
s
0 T T T T T T T T ’ T T T T T T T T T T T T T )
0050 05 A0 125 1B 1% 200 225 250 275 a0) 3% 3K Af5 400 425 450 4%5 00 525 5k AFE 600 628 675 700
50119007 152 Chennels ES-
28 >0 Baarls)
10 45668
g
00005 100 125 1B 15 200 25 250 275 300 3% 3 A5 A0 4% 40 4% B0 G%  BW A GM 0% AE &5 70
2501900 2 HRM of 2 Chennels E5+
20 067> 17420 Ba-2c )
55365
s
0 T T T T T T T T ’ T T T T T T T T T T T T T T T 1 Tme
0050 05 100 125 1B 1% 200 225 250 275 300 3% 3K A05 400 425 450 4%5 500 5% 5K %5 600 62 55 675 700

M X A

(MSEME) /7 (GERME)

3 spia S
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B Al #o-FLBEB(6.0ug/mL), B-FLEKEB(18.0pg/mL)FE = AAARAEIR R

A2 frEh

FLIAM PR A m Ay B IS BTG

10

BB EIEE
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sam3-1
20250119-026 3 MRM of 2 Channels ES+
3.06 858.74 > 452.07 (B-b-Ig)
100 l 5 5426
O\ﬁ,
0 T T T T T T T T T T T T T T T T T T )
0.50 1.00 1.50 200 250 2.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00
20260119.026 3 MRM of 2 Channels ES+
306 858.74 > 1254 57 (B-b-lg)
100, 9.33¢6
g\a_ l
0 T T T T T T T T T T T T T T T T T T )
0.60 1.00 1.60 200 250 2.00 3.60 400 450 5.00 5.50 6.00 6.50 7.00
20250119.026 4: MRM of 2 Channels ES+
306 865.72 > 1268.92 (B-b-Ig-I5)
100, ‘ 6596
=
0 T T T T T T T T T T T T T T T T T T )
0.50 1.00 150 2.00 250 .00 350 4.00 4.50 5.00 5.50 6.00 6.50 7.00
20250119026 4 MRM of 2 Channels ES+
O 306 865.72 > 462,07 (B-b-Ig-1S)
l 4.0828
O\CL
0 T T T T T T T T T T T T T T T T T T )
0.50 1.00 1.50 2.00 250 a.00 350 4.00 4.50 5.00 5.50 6.00 6.50 7.00
20250119-026 1: MRM of 2 Channels ES+
65, 2.8 385,72 > 322,15 (B-a-lac)
257e6
O\CL
0 T T T T T T T T T T T T T T T T T )
0.50 1.00 160 2.00 250 3.00 350 4.00 4.50 5.00 5.50 6.00 6.50 7.00
20250119-026 1: MRM of 2 Channels ES+
248 386,72 > 174.93 (8-a-lac)
3 36565
=]
0 T T T T T T T T T T T T T T T T T )
0.50 1.00 150 200 250 3.00 3.50 400 450 5.00 5.50 600 .50 7.00
20250119-026 2: MRM of 2 Channels ES+
. 249 363.67 > 332.29 (B-a-lac IS)
846
O\CL
0 T T T T T ' T T T T T T T T T T T T )
0.50 1.00 150 200 250 3.00 350 4.00 450 5.00 550 6.00 650 7.00
20260119-026 2: MRM of 2 Channels ES+
249 363,67 » 174.99 (B-a-lacIS)
] 5.48e5
=]
0 T T T T T ' T T T T T T T T T T T T » Time
0.50 1.00 150 200 250 3.00 350 400 450 5.00 550 6.00 650 7.00

A2 BREFFEM AN RE B IEFREE

A3 H4a-FLHER. p-FLIKERIFEMLEE

Compound name: B-a-lac

Correlation coefficient: r=0.999715, r"2 = 0.999430

Calibration curve: 2.04994 * x + 0.0324509

Response type: Internal Std ( Ref2 ), Area* (1S Conc. /15 Area )
Curve type: Linear, Origin: Exclude, Weighting: 1/ Axis trans: Mone

12.0
11.04

10.04

Response

-0.0% T T T T T T T T T T T T T
-0.00 0.50 1.00 1.50 2.00 250 2.00 350 4.00 450 5.00 550

A3 HFo-FLBEBIREMZER

T T T 1 Conc
6.00

11
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Compound name: B-o-lg

Correlation coefficient r= 0999930, 2 = 0.999861

Calibration curve: 1.5568 * x + 0.113465

Response fype: Internal Std ( Ref 8 ), Area * (1S Conc. [ 15 Area )
Curve type: Linear, Origin: Exclude, Weighting: 1/, Axis frans: None

28.04

26.04

24.04
220

20.04

18.04

16.0

14.04

Response

12.0

10.04

8.0

6.0

4.0

2.0

0. 0 P T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T, SONG

-0.0 1.0 20 3.0 40 5.0 6.0 7.0 8.0 a.0 100 1.0 120 130 140 150 160 170 18.0

B A3.2 4p-FLIRE B bR i [

12



