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fRELFF B P FIRFEERRNE

1 SeH

ASCAFRLE T Bk = Ui B b AR FLIS B BN SE T
ASCAEE T BRI T B I AR IR SR A RO E , ANE K A e A e £
FLIEH IR SIS A RIE

2 FHHERE

WORE R FURETERRT, A o ZLAE . pILHRE (R LR AOR 5 KB
BREE R (R TLI IR G RRARA STRREL, AR 0, AR R 0
0 Q- RUAEE . pRIRECRHIEL PRI, SRR RN o RLEEE,
pRLEREE PR MR o TLAEE . pARE S SRR AR PSR,
AHEAMNE R,

3 ISR

E: BRAERE U, AL AT N T4, KN GB/T 6682 KL E i —2 K .
3.1 WF

3.1.1 BkRES (NH4HCO3)

3.1.2 ERSAHEEE (C4H1002S2, DTT) o

3.1.3 MR ZHEE (ICH,CONH,, TAA) &

3.1.4 Z# (CH;COOH) .

3.1.5 HR® (HCOOH) : faifafi,

3.1.6 4 (CHsCN) = fhilal,

3.1.7 BMEE R EIRE: BEVE 1K T 10000 3 77 Sy R b B R .

3.2 FIECH

3.2.1 TRERAEIA (500 mmol/L) : FREX 3.95 g BFR A%k, /KB EHFEE 100mL, &
5.

322 ZERAMERER (500 mmol/L) : FREX 0.771 g —fm 73 bEEE, Al 500 mmol/L HIBKIERE
B RIS RS 10 mL, TRA).

3.2.3 AR LB (500 mmol/L) = FREX 0.925 g AR Z Bt I 500 mmol/L HIFRERE
A RIS RS 10 mL, TRA).
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324 LR (1%, HRSHD « BEL0.1 mL 4/, F/KHREZ 10 mL, WEA.
3.2.5 BEEARER (1mg/mL) : BRI 10 mg WMERRE AR, 1% JRIGRIBHR RS
10mL, RS, H%¥ET —-20C M7, A6 NH.
3.2.6 MK (0.1%, AFED « WEC T mL A, FKFRBEZE 1000 mL, E2.
3.2.7 WIR LI (0.1%, AFMHED - W I mL WER, M OFEMiFE % 1000mL, R,
3.3 iR
33.0 4 a-FLAEARRHESS (CAS 5: 9051-29-0) : RIET2EY, 4ifE>95%, & EK
WA I35 TAREV BGIE B PRI BT . FCHATRRR BN FR AL 2l BT 5, A RO WA e 5
3.3.2 405 B-ALEREE EARAESD (CAS 5 9045-23-2) : KIF T4, 4/ =95%, s EK
WA I35 TAREV BGIE B PRI BT . FCHAS PR R AL 2 B4 5, A RO W e .
333 4 o-FLAEARFFMKEB. (CEVFR) : ¥ 6523 Da, 4ifE=95%, ARG HTIE
Fhe
3.3.4 4 B-FLERE AR RILB (LSFNPTQLEEQCHID) : 4> 7 & 1658.2 Da, 4L =95%, A
RO W HriES
3.3.5 F a-FLARARM R EICBE (CEVFF*R) : /3178 668.8 Da, #li/% =>95%, 3 30Y
WA HTIES
3.3.6 4 B-FLERE A RN R4 2B (LSENPTQL*EEQCHI*) : 4 5 1672.4 Da, 4ifF=>
95%, A XA HriEf.
3.3.7 ¥ A AEARFKEB (NICNISCDK) : 707 1009.2 Da, 2% =95%, 200 L
SHTUETS
3.3.8 F B-FLERE A4 RILBY (LAFNPTQLEGQCHV) : 4> T 1556.8 Da, 4l =95%,
A RO WA e+

% 1. ERKBFEA TR NEERARMERICEER, VA Val-OH-3Cs,'5N; F*§ Phe-OH-
13Cy,5N; L*A Leu-OH-Ce,'5N;; 1*4 Tle-OH-13Cs,'5N,

2 3.3.7 A0 3.3.8 VR R K BN BEE SR B s i, FEAEIRILEE AANEA . S HRE A3.

3.4 FRERIRECE

341 4R o-FLAEAMUHER SR (1 mgmL) « HEFRBUEIE o-FLEEARMER K 10
mg (AEFRHE, #EMZE 0.01mg) , HI/KBMEERE 10mL, R . KSREEEEN
WM RN, F-20 °CIRAE, B 6 H .

3.42 F a-ALAE AR EARC ARG R ER (500 pg/mL) : HEFIFREUE o-FL A& E R4
FRFFARB R Smg (MEFIZE 0.0l mg) , F/KIBME 4% 10mL, RS BiERERE
RN TEPE A, T-20 °CLRAT, AR 6 ™ H .

3.43 4 B-FLERE ARMERE VAT (1 mg/mL) - WEBIFREUEVE B-FLERE AFRAER K 10
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mg (AEFRE, #EME 0.01mg) , F/KBMEERE 10mL, WA BSREEEEN
WM REBRDI R, F-20 °CIRAE, AR 6 MH.

3.4.4 4 B-FLERE AR ZARID A bR SIATR (500 pg/mL) = WERFREUA: B-FLERER (RN
FHRERIKBOR K Smg HEWZE 001 mg) , FI/KEMEERZE 10mL, BE. BERHEEE
RAIEM TR, F-20 °CR17, ARIH6 MH.

345 2 o-FL 1A R R R IK Bl & AT (500 pg/mL) : VERAFREUA: o-3L AR FURR IR Bk
K Smg EHZE 0.0l mg) , F/KEBMEERE 10mL, JBE). IR SRNG5S
kBHr, T-20 °CRPE, ARAW6 MH.

3.4.6 4 B-FLERER (IR IR Bt &AL (500 pg/mL) : HERFRENA: B-FLERER (4 K Boky
K Smg (HEHIZE 0.0l mg) , F/KEMEERE 10mL, JBE). HIEHER 2 RN RS
BHf, T-20 °CIR1F, BRI 6 MH.

3.4.7 2F a-FLAE AR R IKBAE BT (500 pg/mL) : HERRFRECE o-FL A 8 AR B
K Smg GEHZE 0.0l mg) , F/KEMEERSE 10mL, 1BE). HIEWER S RN RS
kBHiEr, T-20 °CRPE, ARAH6 MH.

348 F B-SLERE AR RIKBAE R (500 pg/mL) : AERAFRELCE B-SLERER (R SR Bk
K Smg GHEHZE 0.0l mg) , F/KEMEERE 10mL, BE). HIEWRESEERFEM RS
kBHiEr, 120 °CRPE, ARAH6 MH.

349 HEAWEPRERGER (A o-FLEEH 30 pg/mL, 4§ B-FLEREH 90 pg/mL) -
53 IAERAIRN 300 uL “FU5 o-FL E & EARAERE &R 900 pL 4+ 5 B-FLER & F AR 2
KRR FEE 5% 10 mL, VRA], KRB 2 RNEM RN, T-20 °CIRTE, A
M3tH.

3.4.10 FEAZERARICHARER (2 pg/mL) « 7 BlAEFIRE 40 pL 4+ o-FL A B A M B-FLEREH
R BARIE bR &, KRR E RS 10 mL, JRA], R E R NEM 58
kBHEr, T-20 °CRPE, ARAWINMH.

3.4.11 RIUARETAEEM: RIS SbsdEh AR S (3.4.9) OpL. 20 pL. 50 pL.
75 uL. 100 uL. 150 uL+ 200 uL, FFAHIIIA 200 pL 180 pL. 150 pL. 125 uL. 100 pL+
50 uL. 0 pL MI7K, BANKREE SN 50 pL FIFEN bR ic AR RVRAVER (3.4.10) , 1%
M8 5.2 HiAFE RN AT bl A SEERE (Ba IZKAEFR 490 pL, (ERAFA 1 mL) , 5314
T a-FLEEARREZ S B4 0 pg/mL. 0.60 ug/mL. 1.50 pg/mL. 2.25 pg/mL. 3.00 pg/mL.
4.50 pg/mL #16.00 ug/mL;  4=J5 B-FLEREE F VR 435108 0 pg/mL. 1.80 pg/mL. 4.50 pug/mL+
6.75 pg/mL « 9.00 pg/mL+ 13.50 pg/mL A1 18.00 pg/mL F) R A FRAE TAEIE . 13 FH i H .
3.5 Mk

3.5.1 10 mL SR B R -

3.5.2 fUALIEME: 0.22 pm.
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3.5.3 —RMEES A SmL.
3.5.4 2 mL RN IR B
3.5.4 2 mL BRI ER R .

4 UREERE

4.1 RO (- R PTIEA:  HIE S B R R 1~2000 Bkt (m/z)
SRR 0.1 JR PR AL

42 KF: J&&E 001 g; 0.01 mg.

4.3 IRER G PG FEEAMCT 2400 /5381

4.4 B EIRG A .

4.5 TEIE KR

4.6 EANEIREEG: BERREE<0.1C.

47 TWEMBHAE: 1~10 uL. 10~100 uL+ 100~1000 pL.

5 DER

5 1 i AEHIESRE

BT ARGR LRI A 220100 g, A7 T8 B EAF AR ulRE, WHE T TR RAE, &M,
5.2 IAHEE

PREGARE 1 g OFEIZE 0.001 g) T 50 mL AR, 20 mL /K73 2 UORHRFEA A, %%
2 25 mL FEMT, FKERZZE, LENE TRIRESS LR mieism, ki
BORA R AR 100 uL T 2 mL ZEPOIa A FORLES O b, NN 50 pl (R AR C A A Hh R VR
B Rrbedk il 5 R

5.3 IREMSHEHE

] _FIREE HOINN 200 pL BRER S A TA W . H%E pH{EZ 8.0£0.5, B 10 uL i 750
FEWL TRATE T 70 °C RIEIE/KIS 30 ming AHIEEIR, I 20 pL MU 2B A T, W
A 30 min; FEANN 20 pL SRR ARSI, AMRSIE T 37 CIEIR/KIG T gHE 3 /N .
BN 10 pL FERIES), =i FEFE 15 min, FHIA 590 uL K, @HERE], H 0.22 pm JEHE
IR 2 mL SR TR ERE R T, (it v O € - R IR B Sk o

5.4 {UFZESEXHG

5.4.1 WUAHEE S %At
a) AifE: mEGEIE CisdE, K 100 mm, HAE 2.0 mm; R 1.8 um, FL4% 30
nm (300 A) BREFRCH
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b) WA A: 0.1%FER/KEW; s B: 0.1%H R L5
c) BEEVEM: SHRBEEES WL 1;

d) JiiE#E: 0.3 mL/min;
e) FEiE: 40°C.

) HEFEABL: SuL.
R BERRESE RN
(A (min) WA A (%) MENH B (%)
0 95 5
1.0 95 5
4.0 40 60
4.1 100
6.0 0 100
6.1 95 5
8.0 95 5

5.4.2 FRBE RN

a) HMIEB: ESIY

b) ik ZRMEEN (MRMD

c) BAEHE: 3.5kV;
d) #EFLHE: 35V:

e) Wi HIRE: 500 °C;
f) BRI R E: 800 Lih;

g) HEMIESHIN L2,
R EESERLESH
& FLELATRERS | XA REES FET | fHEREE
2 R ¥ (m/z) ¥ (m/z) (m/z) (eV)
- -3l H E E R IR B 710.6 355.8 322.47 =
174.9 18
R . 332 4% 15
- o-FL 8 A R =R B 726.8 363.9 729 3
B 1254.6 27
Y Is 2 (=N
F B-FLERE AR KB 1716.2 858.6 1620% Y
B 1268.9 27
HLER R A E = R . .
4= B-FLEREE 1 [ A Z R R TR 1730.4 865.7 2602 Y
B L 509.2 15
F o-FLHE AR RIKEB 1123.4 562.2 AL T
B 1168.4 27
: - K N, =1 . .
F B-ABRE AR KB 1614.0 807.5 5000 Y
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H: NERET: FRRENES, RESHFETRIFEESR, TETRORRE & R B R E:
AL E S HH Ik B R e AL A 2

5.5 FrRERZBIFIE

e RIS E AR (3.4.11) [EEMRBAR UEN R RBGBAR Tl - ER BB, I E A
S RFAE AR BT AR, RO (i & B 5T 1% MRM & LB SR A Te L a-FL AR AT B-FLER
H A BRE RS AR R REAA RS, 2R PR S UK B A5 X O ) 57 2 5 JOk B g0
AR LLAE I NAL R, LRt bRl 2, ARl i 2 LI =% A4

5.6 RBATNE

PR B A VR N o TR €0 - 55 B R4S, A5 AE B M) T W T AR, AR 38 b v i
RS RN AR o-FL AR AR AR B-FLERER A RIIREE, FE 5 A VBORE (it £ 165
P& MRM & LI 5% A2

5.7 ZFAIRKE

M 150 pL 7K, 4% 5.3 LB e, 2 FaIS I AV (il BRI B MRM ]
TSNS AT T IUA AL 73 F W I

5.8 T|EHBEME

iR AR NE S (GB 5009.5 f k%2 FEohniE &t AR AINE) AT,
6 DIERINFIR

6.1 i o-FLBEREK p-AKEBMNEERTE

AP AR a- LR A K B-ALERE A S RN (D TR
__ pXV X10

m><1000><100 ...................................................... (D
e
X—R P4 oA AER, B B-AREANSE, BUNEREA T
(mg/100g) ;

p—HRAE AR 2 T 545 2 1 ORI A o-FL B R, BB-FLERER IR
B, AR RZTT (pg/ml)

V—— R E B, A= (mL)
10— URF VA VR PP o 2 PO R 135

m—— AR, AR () s

1000—E (ug) M= (mg) ;

100——=5w 85 (mg/g) B RZRAEH 7 (mg/100g)
6.2 FRAFERSENIHE

WUPE AL R (10 S () 1
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Xo+X
XW e B e e ee e ara e (2)

0.76
A
Xo— PR ARAE EAN S E, PAONZRRE A (ng/100g) ;
Xo— PRI a-FLHE A SR, MOV ZREE R (mg/100g) ;
Xp—— R FE PR B-ALERER A& &, AN ZE WA A 7 (mg/100g)

0.76— K AFEEA o-AHEHYS B-AMEAN S ERENTEAFEA SRR
B AR

FEEEMEFATT, RAFHIP SN 5E 45 R A2t 2248, AR FEARTBMER 15%.

EEMR

MEEEN 1 g, 8 a-FLEEEKHEA 1.5mg/100g, E&EFMRN 5mg/100g; 4-E

B-FLERE A A IR 3 mg/100g, & & FRA 10 mg/100g.
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Mt & A

<

)

Bl A14 o-FLAER. p-FLIKEBHF IR ER RARE IS B KL

0508 075 D0 125 15 475 200 225 280 275 3 3% 35 375 40D 435 40 475 500 525 5E0 A75 GO0 6 RS0 675 THO

8657
l 4p-JLRE BRI HHT
)

T R Y T T T T R Y T R Ty T T e T S T R AR Y T A TP 1)

05 Q8 075 100 1% 150 478 200 225 280 275 00 A2 1S

02 QM 07 10 13 5 T8 200 27 2 am sk i

050 0% 1M 1% 8 1T 20 25

T T ’ T T T T 1 Time
0 e 13 1 i 2w o am ae Sie W0 s s 4l 810 6 Y T AR A T T

IA1¢rwﬂE§E(6wym)\BLﬂﬁa(mw@mjﬁ#%$Emm%ﬁﬁ@%%ﬁﬁ
i MRM [&

B A2 BRRF I EM AR ARG I RIKFIE MRM &

308 858.6>462.2 (&4b-Ig)

100-
] i tpAREARSHREEET
0 T T T T T T T T T T T T T T T T T T T T T T y
e e R LAt~ atef e
100 308 858.6>1254.6 (4b-Ig)
4 p-IRE AT RS T
0
0.50 1.00 150 200 250 300 350 400 450 500 550 800 850 7.00
100 208 865.7>1268.9 (#b-lg)
+] BB EREE 2 R R
TTos0 100 TR0 200 | 2A0 | a00 | aby | 400 480 | 800 &0 T8R0T 700
100- 308 865.7>4622 (4b-Ig)
4 FHEARNERSKRERET
0.50 1.00 150 200 250 3.00 350 400 450 500 550 6.00 B850 7.00
100 248 355.8>322.4 (Ha-lac)
4 ha EEARSRRTEET
o T T T T T T T T ' T T T T r T T T T T T T T T T T y
0.50 1.00 1.50 200 250 3.00 350 4.00 450 500 650 6.00 850 7.00
2.48 355.8>174.9 (Ha-lac)
- [ o FLES 4 AR E R
- .
0.50 1.00 1.50 200 250 3.00 350 4.00 450 500 550 6.00 650 7.00
100 249 36 332.4 (#a-lac)
4 oI EEARNERRKBEEEET
o T T T T T T T T . T T T T r T T T T T T T T T Y
0.50 1.00 1.50 2.00 250 3.00 3.50 4. 00 4.50 5.0 00 5.50 6.00 8.50 7.00
249 363.9>174.9 (Ha-lac)
- <] 1 fo-BlABEFEEH SRR ET
L] A Ti
0.50 1.00 1.50 2.00 250 3.00 350 4.00 450 5.00 550 6.00 B850 7. Dﬂmm

& A2 Bish FFLiE# PR M A fa a0 iR e 818 B X BTE MRM &

B A3 BREFIEHAMHRERBEERIKFE MRM B (ATEMERD
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1001 212
-] Fo-FLEAE BB FTAKER
000 0.50 1.00 1.50 2.00 250 3.00 350 4.00 4.50 5.00 550 6.0
100 27
= FR-FLEREE A5 5SAKER
o T T T T T T T T T T T T T T T T T u T T T T !
-0.00 050 1.60 150 2,00 2 50 3.00 ER= 4.60 450 5.00 550 5.0
100 306
= H-pB-FLERE A4 T AKER
-0.00 0.50 1.00 1.50 2.00 250 3.00 350 4.00 4.50 5.00 550 6.00
- 2.8
- = Ho-FLEAE A GFFAKER
o T T T T T T T T T = \4/\| T T T T T T T T T T T ) Time
‘0’60 R 760 750 Z 00 2 50, 3 60 350 360 a 50 5 00 5 50 5 o

B A3 B FFLEM PR A RAYRIE 81 B ERIE MRM B (AT EMHLERD
Ad4 o-FLBER. p-FAKERIMERMZ

Compound name: B-a-lac

Correlation coefficient: r = 0.999715, r2 = 0.999430

Calibration curve: 2.04894 *x + 0.0324509

Response type: Internal Std (Ref2 ), Area * (1S Conc. /1S Area )
Curve type: Linear, Origin: Exclude, Weighting: 1/x, Axis trans: None

Response

T T T T T T T T T T T T T T T T T T T T T 1 Conc
-0.00 0.50 1.00 1.50 2.00 250 3.00 3.50 4.00 4.50 5.00 550 6.00

B A4.1 4R o-FLEEBIRELZIE

Correlation coefficient r = 0.999930, 2 = 0.999881

Calibration curve: 1.5569 * x + 0.113465

Response type: Internal Std (Ref8 ), Area * (1S Conc. /18 Area )
Curve type: Linear, Origin: Exclude, Weighting: 1ix, Axis trans: None

Response
=
=

8.0

6.0+

4.0

R L e e s b b s s Lo Ay s s LA ) LA R LA LA L e LA s e d
-0.0 1.0 20 3.0 4.0 5.0 6.0 70 8.0 9.0 10.0 110 120 13.0 14.0 150 16.0 7.0 18

AA42 FE B-FA Tk E R ERLZ

10
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Mis% B

(Fse)

MiZB. 1 EEFMELRIHE
R EARPEER AKX ) WHHEER.

X, = (V1—V()X€X0.0140X100 X 6.38 X 100 +vererrererensenaenes (3)

mxV;
e
X—RFE P E AR S, PR (g/100g) ;
Vi—— PRI R BR B ER AR HE R AR, LN 2T (ml)
Vo—— 7 E T FERR IR B SR IR VAR AN, BA =T (mL)

Vi—RBUH AR AR, A 9= T (mL)
c——MRER B IR bR HE BRI, BN B R BETE (mol/L)

0.0140——1.0 mL AR B2 El AR FR bRy VA W (1.000 mol/L) A4 A& &
F— S S AR AR I R 8, b R LB M e R BN 6.38.
m——iAFE B, AT (g)
MiEB. 2 FRABFEEHELREENITE
WA ARABEEA S EARMEEREAR (4 {H5HE

R=X_WX 10_3X100% ................................................ (4)
Xp
FAVEeE
R——iAE P A FIE R B A E AR, %;

Xo— PR AEAE EAN S E, PN TREEE (mg/100g) ;
Xp—RFE P E AR S, AN (g/100g) ;
103 ——Re i T A7 mg #50y g I8 R 5.
THE A RO 2N —
B3R B. 3 RFA

MRAEMI B2 HESRS BRI EA S RARER 1%, RBAURMEH; R
THEA S EBFEE> 1%, RS B R 5E 45

11



