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BRZEERIRE
B XL B A S L0 E
1 SEHE

AKRERLRE T8 bl A R IEHE AN 25 2 LI 00 5 FROATE AT 2 — i BT (i 0 AR (57—
A BT .

S P ELAR R OIS TR RN £ P £ it mp i 18 2 R A A AN 10 A A I P
SE s SR MR R OIS R R R ORI B R AT A I e A

S 0GE TR R B B ORI e AN A 2 BEG S EE

E—E HRTTE-SYRERIEE
2 R

DURE A8 R S I K (0 B 7 T T AR, R A BRI AN 25 2 B 5 P B S A T AT A I
B, FIAMIZE CrafEor i, FAMG IS, DR BEINEEPE, AMREE =

3 FIFIAAR

bR U, ATTEI IR al, K HGB/T 66824 & 1—Z /K.
1 ﬁtnu

¥ (CH,0) : (il

Ol (CH3ND o flgibali,

FH#EEE (C,H1CINO,S).

TEKBIR SN (NayCO3) s

ToKBERE 8 (Na,HPOy) .

EhIR I (CHSN-HCD.
SRR S B (Tris B, C4H;,05ND,
IKOFEBREE AR (XIV B RIET KO R . BE /) =3.5 Umg.
.9 W (HCD .

10 BfR (H;PO,) : faifiall, &5 =>85%.
2 HFIECH

2.1 PHEABESAR (2.0 g/L) = FREX 0.2 g PHEEEST, H ZNEW W IFE2E 4 100 mL, AT

B .

3.2.2 HMRHW (1.0mol/L) = WLHL 8.3 mL iRELER, M/KHBE4 100 mL.

3.2.3 Tris Z2/ (0.05 mol/L) : FREL 6.06 g —FF LG EEFHLE T 1 000 mL Bkrr, sk

800 mL %, H 1.0 mol/L FRIR¥A T pH % 8.0£0.1, FH/KMik:a 1 000 mL. 4°Cfr
1

N O O OON -

o]

1
1
1
1
1
1.
1
1
1
1
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15, HHA1TAH.

3.2.4 AWK (52.5 U/mL) : #RHL0.15 g KOOGERE RS AN, H Tris Sl i ot e 4%
2 10mL, fFEAEIRE N 52.5 U/mL. JLECHILA .

3.2.5 WRERANZEMIAI (60 mmol/L) : FRIL 0.318 g J/KBREREN, In 40 mL /Kisf#, 10
mol/L ERMRVAVH pH & 9.5+0.1, HI/KEAZE 50 mL. HLECHLH .

3.2.6 HRTWIAW (20 g/L) : FREL2.0 g HRHIE, H/KBEMITER S 100 mL. 4°CR
15, HHIA3AH.

3.2.7 WAMREA ANH (10 mmol/L) : FREUI/KEEIRE 4 1.42 g, H 800 mL /K¥fE, H
WERR IR Y pH £ 6.5£0.1, F/KH#iFE4 1 000 mL.

3.2.8 20% T EEEW: FEH 20 mL FEE, H/KFEES 100 mL.

3.3 R

3.3.1 RABHARMES (CHgN,O3, CAS %5: 70-47-3) : 4l =99%, k& ESIAUFH4Z T
FRUED) AL 15 PIARHEY) T o

3.3.2 BAEBNAEM (CsHN,O3, CAS 5: 56-85-9) : 4liJ¥=99%, k4 5INIEH4%T
FRE) JTIE 15 (bR HEA) I o

3.4 tREBRRECH

3.4.1 RAWERLhrUESE W (2.00 mg/mL) : AEMFRIL 100 mg CREAf4E 0.0001 g) KAWL
FrdtEdt, T 20% FF IR ORI T B 8 2 S0 mL. 4°CRBEBAE, AR 3 A

3.4.2 BEEENEFRUERE AR (2.00 mg/mL) : HEFAFREL 100 mg CREAIZE 0.0001 g) A& LI
FrRUES, F 20% BRI R T 2 25 42 50 mL. 4°CRDELRATF, R0 3 M H.

3.4.3 RAPMETM (20.0 pg/mL) : FSulR AR HERE A 1.00 mL, HKEES 100
mL, V&5 . BB .

3.4.4 WREMHERY TAEW: 2> MMERIRIHUE ER A hrE R (20.0 pg/mL) T 10 mL %
s, HKERRZIE, SFERES 4 0.00 pg/mL. 0.500 pg/mL. 1.00 pg/mL. 2.00
pg/mL. 5.00 ug/mL+ 10.0 pg/mL Fl 20.0 pg/mL [FFRAE RS TR . BLACHL .

3.5 #tkt

3.5. 1 MRGUHT 5 WM - 20 mL.
3.5.2 FAHUMALIENL: 0.22 pm.

SN

IEEFNIL &

A1 (OB A TC SR ARSI B AR A BB A DS
4.2 HWRF: JEE0.001 g#10.0001 g.

4.3 Rl G

4.4 HIRKIECE : 37°C+1°C.

4.5 pH if: Kif£0.01.

4.6 F.OHL: B =10 000 r/min.

()]

DHTER
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5.1 XkEHIE

ERIRFE ARFE R IR A YIS s BRI A B A AR AT
5.2 NHHRE
5.2.1 HIZEREUCE

HERARDOR A 1 S B A IKRE0.2 g ~ 1.0 gl A1 1.0 g ~ 5.0 g CRE420.001 g) 1150
mLAE B, IIAZ125 mL/KIRiERS], H1.0 mol/LEhys i TpHE4.540.1, RIGHB 2
250 mLARIR Y, HAKERERZIE, #B5, B0 I81e 2R AR

Vi N, JHKEETIE SRR, SRR IR R A WG S E L W N0 pg/mL ~ 20

png/mL.
5.2.2 ERFRIZEGE

HERRAR O A 1) S B AR 2 0.2 g B R IAEZY 0.5 g CREAfi 42 0.001 g) T 20 mL #2
SO S5 PRI, MK 0.5 mL 25 FIE AR . 3.0 mL Tris 22019, 0.2 mL FEE, WABERS).
FEACT 37 CCIEUR/KAGTEMA 16 h~18 ho HUNFEMWAR, W EIREM, R A
250 mL i, F/KERBZE, 5. BO0sE i 2AFEE . MEIRI 1.0 mL
PR, MR 5 AR AEAT AR v

ZARE: RAINREESL, Y FIRREA M D B A

VE: L X TRE SRR, WSS LR A, NE SRR (AR KT 0.5

g, WHRAHEREEEART 1 g0
2. DER, FRRRTAE AR AT AR RS, AT AR VA R A BRI R I B 0
pg/mL ~ 20 pg/mL.

5.3 TR M

YA, E T e B R R At AR DGR A R A5 AT AR 1.0 mLAE 15 mLB 04, JIALO
mLIKTRENZE M AN 1.0 mL PSR S, RS, Stk y2  h (Fg1 hICh R
F2) 5 MAN0.10 mLERR F G S WORIEIR &, &b, BGHE RYEE4, £0.22 pumJEfi
YE, AR

THHERR .0 mLIRASARUE RS TARW, SRR Pl R P AT A
5.4 KIESE@AILEY

WAHZE G

a) (O Cipftiff: (250 mmx4.6 mm, 5 pm) BPEREAH M4 .

b)  ViZIAHA: 10 mmolVLEMRE AW WANAHB: FIRE; BREEVEMORE P WKL,
c) Vii#: 1.0 mL/min.

d)  FEif: 35°C,

e) AP 247 nm.

) HEFERE: 10 pL.
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=1 BRI

I ) /min WA /% BIAHB/ %
0.0 70 30
17.0 70 30
17.1 20 80
19.0 20 80
19.1 70 30
24.0 70 30

5.5 FLERZRIFIE

HEATAE R R A P E R S A RN GBS, 0 45 290 (R e T A
TRAFRE RS AR P R A WA A5 2 VA B A R AR AR, LA E%ﬁ%£h,mﬂﬁ@
Lk AR A bR (3 I LB AP AT
5.6 AR BRHINE

FERT A A PRGN S BB a0, A B AR S T AR, R ARvEE Hh 2%
19 BNV h R AT I AN A S e MR o A8 H b A 45 (0 Wi A1 R 7 b H 2 )
LePEVEE Y, I 2 P 0 S R T AV PR B T RORE s HFTHL R AR AT A o Ml SR AL B
Ja FRERE 73 HT o

6 SHERIRA

W

6.1 RS REMERMBERS A S A

ELEAR BRSO AWG U B A B S L~ (D T

X:pXVXfXIOO .................................... %))
m x 1000
A
X——  WFEUE RS R AW . i S W o, A=A (mg/100
2);
p— P BRAE 2615 2 PR R TP OR A B G . ARG IREE, B Ao R T
(pug/mL);

V—— RFE e BARL, A =T (mL);
m—— RAFEE, BT ()
f—— BFE SRR
100, 1 000—— FAT 35T A
6.2 REBRRREMAEEREE
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AR AORF o A M R BB R AR () T

Y = (p— po)xV x fx100

.................................... (2)
m x 1 000

e

X—— RErP R AW S RE B R E, A= (mg/100 g);

p— P PR E Hh 245 2 AR TR R A Wil . A 2 I KUK I, B R e B 22 T T
(pg/mL);

Po AR AE R 273 202 RV T H PR SRR, PR e fE 2Tt
(ug/mL);

V—— RFEE AR, A= (mL);
m—— AFEIUE, AT (g);

f—— FE EIEHARRE AL

100. 1000 LIRVE/S

TS5 AR = BT

7 RBEE
FEF ML E T SRA 09 O ST I 5 45 R 1 20t Z2 R AR L AP I K 10%.
8 Hfh

YRR 0.2 g B, 7 A BRI4 20 mg/100 g5 & 12 FRF%4 60 mg/100 g.
MBI FERAE R 1.0 g I, J7iEA RIS 4.0 mg/100 g; s& HFRIIN 12 mg/100 g.

Bk MBEE-RRRIEE
9 JRIE
BURE L (0 75 0 A I G A, AR S5 VB il - R R TR D5, IR 3 bR e
10 HFIFaR

BRA U, AL A A e, KW GB/T 66828 & 11— /K .
10. 1 R 5

10.1.1 HiE (CH,0,) : faifali,

10.1.2 HIfE (CHO) : faifkal,

10.1.3 45 (C,H3N) « faitali,

10.1. 4 = PIRLEIEFLE (Tris B, C4H; 03N,

10. 1.5 KEOEEFEEAN (XIV &, KRET KO R) « M55 =3.5 Umg.
10. 1. 6 KRERR (HCD .

10. 2 X FFIEC

10.2.1 0.02% F WM : WHL0.2 mLHES, %11 LKY, JBA.
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10.2.2 W (1.0 mol/L) : [fd] 3.2.2.

10. 2. 3 Tris ZZM (0.05 mol/L) : [A] 3.2.3,

10. 2. 4 BEAMHEM (52.5U0/mL) : [[3.2.4,

10.2.5 20% TR [7]3.2.8,

10. 3 M

10. 3.1 RABNFrAES (C4HgN,O5, CAS 5: 70-47-3) : [f] 3.3.1,

10. 3.2 DA WENEhsUE S (CsHoN,O3, CAS 5: 56-85-9) : [d] 3.3.2.
3

10. 3.3  RABNZ AL E WA CRABHZKEH-1N,, CHgN,03 - HyO, CAS: 287484-32-
6) : 4R =98%, B EFKYAEIEF TARMEY) TOE T KPR HED T .

10.3.4 BRI RN Z N bE (BEEZ-15N,, CsH o!SN,05, CAS: 204451-48-9) : 4liJ¥
=98%, BUZE FAINUE T3 TR UED) Bk IR AR ) 5T o

10. 4 FRERIRECH!

10. 4.1 RABARER & (2.00 mg/mL) : [ 3.4.1.

10. 4. 2 BRABMARERE & (2.00 mg/mL) : [7] 3.4.2.

10. 4. 3 RAWLNE-15N, WErbrERE U (2.00 mg/mL) : YERAFREL 114 mg CK§Hfi 42 0.0001 g)
RATRNEKGH)-N, brfEdt, ] 20% BRI € A2 50-mE. 4 °CROGIRTE, AN 3
NMH.

10. 4. 4 B BENE-15SN, WFRARERE 4 9 (2.00 mg/mL) 4+ YERAIFREL 100 mg CK§Hfi 4 0.0001 g)
WA NE-N, FRifEdl, 1 20% I K E R A 50 mL. 4 °CREGIRAE, AR 3 M H .
10.4.5 AR AFRR G CRATEIZ-19N, 2.00 pg/mL FI43 2 MEZ-1N, 2.00 pg/mL) = 53
AERIII 1.00 mL R ABER%-15N, F 1.00 mL A2 WEHZ-15N, i %95 1 000 mL 2%, K
ERBZIE, DECILH .

10.4.6 JRAFRMETRE (1.00 pg/mb) s WHGKFER 20.0 pg/mL PRAFRHERR (3.4.3)
2.50 mL /K E &% 50 mL, JBA). BHHU .

10. 4.7 JRAPRUER VI TAER G HERA IS SR A FsifE ) (1.00 pg/mL) F11.00 mL
[ 2% BRI AV (10.45) 1 10 mL ZEIRH, HAKCHEEZIE, WA, RIS 5
4 0.00 ng/mL+ 10.0 ng/mL. 20.0 ng/mL. 50.0 ng/mL. 100 ng/mL. 200 ng/mL. 500 ng/mL #I
1 000 ng/mL (RS FRAE RS TAEMR . I .

10.5 #kt

10.5. 1 IRGGH a2 BB f: 20 mL.
10. 5.2 JKAIUALIEME: 0.22 pm.

11 (MR E

T WA ERE— RO BOE W% (BSD & 18
1.2 R &0 250.001 g£10.0001 g.

1.3 Wt A% .

12 PR
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12.1 RAEH&

AR IR AR ER IR A 350 IR ARG B AR R 5
12. 2 IR EN

FEf: PR AR R 5.2.2 BEARSLEOE “UERIFREUR &1 5] 0 AR FEL) 0.2 g B0k
PRIARFEL) 0.5 g CRfFfIAR 0.001 g) 1 20 mL BRECH f B A, ... B0 F I IS B TE
ﬁo”

FikE: 2N 200 pL IR IAFEE A 10 mL 223, I0 1.00 mL [F)4A7 25 N FRTE 5 %R
(10.4.5), H/KEHEZRZIE. WG, 4 0.22 pm JEFELIE, £Fll,
12. 3 U/ EH
12.3.1 RHESEEEEG

WS Z O LA R

a) (OERE: SEKC A (150 mmx4.6 mm, 2.6 pm) EPEAEA 242 .

b) JRAIAHA: 0.02% IR MAIHB: LG BEVENFE T L2,

c) ¥iiE: 0.3 mL/min.

d) HE: 35°C.

e) HEFEAARL: 5uL.

*® 2 BRI

I 7] /min TENAIAY TLENAIB/%
0.0 80 20
0.5 80 20
6.0 50 50
6.1 20 80
7.0 20 80
7.1 80 20
10.0 80 20

12.3.2 [RiESELNH

iie = S I

a) BE AR SRS IR (ESTD .

b) BT 2RV ENEX (MRMD

c) AR 300 °C.

d) ETIREE: 250 °C,

e) MWiZHLE: 3500 V.,

) HYSWE: 12.6 L/min.

g)  HBYRUE: 3.0 L/min,

h)  RAWNZ . ARG S W FR Y A S 1 M A RSB R S 5L R

e W TAFE GG, XSS EOTREAFAEZE S, DIE BT NCRE O S A B e
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=3 RiEEH
. N il 43 it = .
wEY RIS (m/z) FET (m/) (V) FERHEE (V)
(&
‘ 132.9 73.9 15 54
R AW
132.9 87.1%* 10 54
‘ 146.9 84.0%* 16 61
AR
146.9 130.0 10 61
RABNEZ-15N, 134.9 88.9% 10 55
B =W E-15N, 149.0 85.0%* 10 61

e 7 ERE T EMENUE BT (G AT I 2

12. 4 FREHZRIFIE

FEARIETR & R TARB I A BAR (- BT 0, DUH b b &5 LR 2 b

(Rywe AR LU AR AR, DABRHE RS AR H AR S DA B RAR bR, 2 il bnifE £k o

PRUE I S M I (MRMD (5 3% B L 5% A A2,

12.5 EMME

FEARIMAR AT T 1R P IR A B AN 2R T WU £ 15 068 O P I ) 5 bl AR AT L

220 B AE£2.5% LA, HLASINEITR B 7 (U ARDRT R, N 224 55 R EAT 24 RO AT 25—

B, H A mEAE I RAETIEH
FT4 ENEMIENENEFEENRARIFRE
M ETFEE >50% 20% ~ 50% 10% ~ 20% <10%
SCVFI AR i 22 +20% +25% +30% +50%
13 SERHFTIR
WREE R RA T B . AEIE R =% (3) T
v o= P p) XV X f X100 e,
m x 1000 x1000
A
X — AP R  BE. RIS E, P NZ R E % (mg/100 g);
——— FHARE T 15 2R A R AW . BRI IR B, B gl v e Tt
(ng/mL);

8
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HbR I A5 2R 28 I R T R AW . A R IR S, S 2 e B2

Po
H (ng/mL);

V——AFE e AR, A =2 dt (mL);

m ——RFETE, B (g)s

[ IE R ARG

100. 1000 LRDESC ¢

T4 AR = BT

14 RBEE
T2 A IR VORI 5 45 B 20 2 (R S AP0 10%
15 Ht

Y AARFERRAE R 0.2 g B, A H BRI 4.0 mg/100 g5 s BRI 12 mg/100 go
MAARREERRFE RN 1.0 g I, Tk H BRI4 0.8 mg/100 g; & FRIIA 2.4 mg/100 g.
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Fisk A

faikE

RAMEHEAN AT B I AR HE S VAT 22 RO 3 B I AL

30.0

mAU

25.0
20.0
15.0

10.0 R BT waBRATEY

T L

0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 90 ]0,(; h 11.0 120 13.0 14.0 15.0 16.0 17.0 18.0 19.0 20.0
A 1 REBREFA R AR ERRITE YRR R IEE
R AW RN A G WL o YR L JHE A (10 B0 €305 - AR DG P DL IS A2

10



Relativa Abundance (%)

100

50

100

50

100

50

0
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9.0

% ‘ \ KAWENE 132.9>73.9
% l\ AT 132.9>87.1
% ‘ \ TN, 134.9>88.9
% [\ I 146.9>84.0
% A B HERIE ¥46.9>130.0
% TR - ON, 149.0>>85.0
,....,....,....,....|....,....|....,....,....,....,....,....,....,....|....|....|....|....|
0.0 0.5 1.0 1.5 2.0 2.5 3.0 35 5.5 6.0 6.5 7.0 7.5 8.0 85
Time (min)
A 2 REZBRRRFNE SRR ER RN E AR R G- BRI

11



