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EmZEERRE

2L R mAnFL 5 AR E

1 SEHE

AR ERLE T S Al LR b AL it e BRI T 7k
AR T TS A0 LR i AL it e B A E

E—i% MHBitex
2 R

TURE WK A P AR TR 55 0 00000 S B A AT ) T A — i R R L L i TR 5
Bl 55 e B AE FE L AR TR E

3 AR

BRAE 73 A BT AR J7 3k B R 3% D 2 B 4. K O GB/T 6682 MUE 9 =K .

3.1 iRkF

3.1 SRHRAIRH L (CH,OH);CNH, |,

3.1.2 K (CsH;OHD,

3.1.3  #kFhER (HCD.,

3.1.4  AHEH (NaOH),

3.1.5 JHBRSA AL =10 U/mg, & F —20 CIRA7.
3.1.6 ALY =250 U/mg, &F 2 C~8 CL-AF.
3.7 A-H LR AR (CLHEN;O)

3.1.8 BEJSHF D:=>60 U/mg, B F —20 CLL17.

3.2 FIEH

3.2.1  ERFRVE W (1 mol/L) . it B 85 mL R FRTE A ZY 900 mL 7K, #i B % 1 000 mL,

3.2.2  ERFERY W (3 mol/L) : i 250 mL ¥R ERFR 1 A4 600 mL /K, FiBEE 1 000 mL,

3.2.3 =¥ PP Gk e % v W (Tris) (0.05 mol/L) : MERAFREL 6.057 g = ¥ W B LIl T

500 mL 7K, FHER R VA MR (1 mol/L) ¥ pH % 8.04+0.2, /K EAZE 1 000 mL, MWL 4 Ck4E

RS 1A H

3.2.4 W5 120 U IR 280 U Bt ALY . 100 U W BEAEEE D 15 mg 4- B L H L

MA 50 mg R E T 100 mL (2R 0.05 mol/L Tris 22 s WA i T 45 . I AL .

3.2.5 AR (500 g/L) FRHL 500 g AAAALEN T TR IR BEE 1 000 mL, >R F ¥R 255 47 .
1
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3.3 IRiEEm

JIELBRPS 1 R S AR AR AE s (Co Hyg NO7 A X 43 F BT RE : 253.25, CAS 451 87-67-2) : 4l =99 )5, sl & 5]
GENE I 552 b v SR 43 14 B o 490 Jo

3.4 FREAEERSF

3.4.1  JIHGE CLAE B SR AR W ot AR XS A3 BT R 1210 18) A5 fEfif £ I W (2 500 mg/I )+ 7 B FR HCAE

102 °C £2 °C k2% fe 5 i IH 3G A7 B2 A 3h 522.5 mg, AIKIE I 5 F 2 100 mL AR 2@ 2. 15 .

4 CLUF #CORAE A RON 3 A .

3.4.2  JHBRARME TAER W (250 mg/L) WL 10.0 mL JB§f b5 fE i 45 7 W T 100 mL 28 52 v . FHZK &
LGRS CUUF R AR 1A H

3.5 ##

3.5.1 0.45 pm KM UENEE L UE 84S .
3.5.2 VEHFER.5 mL aAHYS .

4 {LEFFiLE

4.1 MR R 0.1 mg 1 0.001 g,

4.2 fEIRKI R E :EET%‘E%‘JT 70 C+2 CHI 37 C+2 C,
4.3 pH It KE 0.01,

4.4 It EETT.

5 SWTRE

5.1 #HmBrkE
5.1.1 HEmAE

HERR PRI 20 gOR§Hfi 22 0.001 @ IR A AT AR IAAE T 100 mL #ETR M H . A 3 mol/L (1) 5 B2 i
7 10 mL, fin ZEIR A .

HERR AR 5 g O/ 22 0.001 @) 1R A 27 1y~ [ 25 5 B 25 38AE T 100 mL #EIE i, ITAL mol/L 1)
MW 30 mL, INZEIR ],

5.1.2 Ikf&

B2 A IR AL R AR TR 70 °C 2 Cokiah i E 3 h(4&FE 30 min #R#E— ) . A EE . HA
SALAN W (500 g/ I8 pH & 3.5~4.0,% A 50 mL &MY, AKEAEZZIE .,

5.1.3 ik

FHUE AR PE K AR 45 DE A TN - J0 0.45 pom KPR SRR K D AR PR UG U8 . WSO BB A I
5.2 ME
5.2.1 #rife i Zk B HI1E

A3 3 B 2.00 mL.4.00 mL.6.00 mL.8.00 mL.10.00 mL RH## AR #E T /E 1A K (250 mg/L) F 10 mL
2
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7 O B K 2 28 2 20 5 IR A0 e il vk B2 43 591 & 50.0 mg/L. 100 mg/L.150 mg/L.200 mg/L.
250 mg/L bR R TAEEW . A 6 AR, — A a4 ARG 2 B (A I 100 pL 7K, 5
5 3 H A A X R AR HE R B TAEW 45 100 pL, FE43 50 m A 3.00 mL & 7], VR 5], 40 b (% & F
37 T2 C AR LRIR N 15 min,

5.2.2 REEE

HER 2 SCHEE (B O L B AT 7 il i 100 pL, 4 B A 3.00 mL 7K, @& C A
3.00 mL W A5, iR A) B @A B T 37 C 2 CAE TP RIS 15 min,

5.2.3 tkBAME

B bR E 2 5 AR 7 W LR KA B R A 500 . TR 505 nm b HKAEZS H LT T em
Pl (8 00 7 W YL o VA TIEL s o 5 80 ) 2 DA A b LA T 5 8 ) IO Dk 25 300 25 1 (R
A B G AE A AL A - VA o 2K

6 SMERRR

6.1 HWRAERITE

I T R AR 25 AR R OB, HL i TOKARE BB A 2 T ). TR E XTI R, 2
N B EAE T L4 B B (A A FIEE B .
EAEF ORI (DA .
A=A, —A, —A, ceereeree e e e reneeene (1)
X
A —— K FEEOGAE 5
A BBOLE (L EE CO);
Ay —HFBOGE (L EE A
ARG E (L EE B,
Ay LA CRRLKF BWGET 20%

6.2 BEREENITE

TRE H A IR DA RR AR S AR Pt B 4 K (2O 35
X:cXVXfX1OO

m X 1 000 ez
K.
X — P B A AR S E AR 1) & 2 e A H 5 (mg/100 @) s
¢ —— E bR v R R b A A5 (B X L A ER 1) R B S Ok 2 e AR T (mg /L)
Vo KR W A R AR R R AR 8 A5 R G R Dy 50 mL) , B S 2 (mL)
VA [ =
100 — 55 2 %K
m  —— iR B B R () s

1 000— 54 25,
P45 AR B = A SO
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7 18

i}

E

TE T SRR AR T BRAT A0 T 0 37 0 7 95 SR 1 26 0 22 (AN 3 BRI {E Y 100,

8 Hith

2 [ 25 o AR FRRE I 5 g I 7 AR RO 1 mg/100 g, E R 3 mg/100 g5 iR
IR 20 g I Jr A IR H R 0.3 mg/100 g. /@ # RO 0.8 mg/100 g.
Fix BTBIZE
9 RIE
R 22 TR A [T AH ZE JRORE Ve A0 05 28 7 (3% 20 B o HL A D00 e R S 75 5
10 370 Fndf A4

BRAE 73 A B AR O3 I AR 34 0 3 M 2, K O GB/'T 6682 BLUIE I — 20K
10.1 ik H

10.1.1 e FR(HCD,
10.1.2 W EGER (CH,O,S) . fo k4l

10.2 70 BL )

10.2.1  ERER M (1 mol/L) . B HL 85 mL ¥R E AL 900 mL /KA, #iBE £ 1 000 mL,
10.2.2  FHEREW (1.7 mol/L) . B HL 145 mL ¥ ELERTE ALY 800 mL K+, #i B E 1 000 mL,
10.2.3  HILEREER W (6 mmol/L) : WX 0.390 mL LSRR JE M B % 1 000 mL,

10.2.4 W EEBEFRIE W (15 mmol/L) ;g H 0.974 mL W AR IEFBEE 1 000 mL,

10.2.5  HLERE R YA W (25 mmol/L) ;g B 1.62 mL HILE i R 3 B % 1 000 mL,

Ft

10.3  #rfEdm

JIELRRPS 1 R S A AR i (Co Hy NO7  AH XS 43 F BT 253.25, CAS 51 87-67-2) . 4l fE =99 0, il
FENUETIF B2 T AR ) oIk 15 A9 b v ) o

10.4  #RE R KA H

10.4.1  JHBE ARG S E ALYt A 3 7 121 1) AR MERE A5 W (2 500 mg/L) : YERRFREUAE 102 °C +

2 °C Ok fE Y BRI A R A AR 522.5 mg, KW IF % 2 100 mL A& h e s 85, 4 CUT

WGP A RO 3 A H

10.4.2  JH AR #E T AE K (100 mg/L) : W HL 2.0 mL | 3 0 6 A5 1 fif 25 W T 50 mL 25 & Jff . H

15 mmol/L Y B Be il R VA TR 25 1R AT . 4 C LA Rl A &0H 1 41 .

10.4.3 ARG AR E 2R 50 TAE W - 5399 W 1 3R BRAAR #E TAE WK 0.200 mL,0.500 mL,1.00 mL.2.50 mL,
4
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5.00 mL F —4 100 mL % & i, 15 mmol/L ) B % i B2 7 W 25 1R 57 . e 15 I8 66 vk B
0.200 mg/L. 0.500 mg/L. 1.00 mg/L.2.50 mg/L.5.00 mg/L (W45 5 TAEW . I FHBLRC .

10.5 ##4

10.5.1  0.45 pm KPEUERE 4 L g #s .
1052 7%1‘{:1:IC13 *ﬁ%ﬂid\ﬁ 1.0 mL EZ*E%%‘O
10.5.3  JEH#%:5 mL s{AH Y%,

11 UEEMRE

.1 B0 Bl A2 .

1.2 4 #r KV 4 58 0.1 mg i1 0.001 g,
1.3 PV R K IR 25 B RS W 5l E 70 C£2 °C,
1.4 RIETR S A

12 HWS5R

12.1 HmETabE
12.1.1 iR EX
12,101 @i
HERRFREL 10 gCRE 6 2 0.001 @) IR A 15 WA URE T 50 mL LL @4 o A 1.7 mol/L iR IR

15 mL % R LR A 70 C 2 CRIUKAR 3 hCiE 30 min 480 . 45K ARIRA HI S FR L B
B4 50 mLL A TR 2 2 3 20 R AT T

12.1.1.2 FEFHEKIRXE

HERRARI 2.5 g CR B 2 0.001 @) 2 [ 25 sl [&] (A4 T 50 mL Fe @A . imA 1 mol/L 98 FR ¥
25 mL. Jilnwg » i e 2 R IR P R A B IR 21T 70 °C 22 COKIE K E 3 h (B 30 min £ —U0) .
BRI B =L H A% 2 50 mL R ADKER 22 R

12.1.2 S K

Cos [E A A BUNE (1.0 mD)ff F AT 10 mL FIEE 15 mL /K38 i, # &35 4k 30 min, JHKF B
LU 50 A5 Crl AR 41 10RE Hh BB 1) v B 5 24 1 1 28 s B A B0 AN A5 /0 T 10 £5) L BURG B S A TR 2
15 mL 33 0.45 pm KPEJERRAD Cg [EAHZE BUME (1.0 mL) , 32507 3 mL, Y 8 J5 1 3k B i A ) .

122 (URKSEEH

a) BT OISR A RN S A B B Sk L i TonPae CS12A 4 mm X 250 mm (Aff
TonPac CG12A BEH 4 4 mm X 50 mm) 8 IonPac CS19 4 mm X 250 mm (¥ lonPac CG19 %
PRPFE 4 mm X 50 mm) , B ZER A T4

b)  TonPac CS12A %5k : 15 mmol/L B g fitf 2 1 I 55 B2 k30 - SR AR BT ] 25 min,

TonPac CS19 ALV 6 mmol/L W KEt 2 E HEHE U . R AR 1] 25 min,
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¢) WH:1.0 mL/min,
A HL TR P B S RO ke
e) HFFEEE 100 pL,

12.3  #RifE BRI HIE

K bR AE 2R B AT W70 J90) T8 A 5 3 00 7 AR L 1Y L R e T BR B0 o AR U R B AR WY

W D B A A L R S 25 e T B s 06 v g N A A 2 A T T 2K

12.4

IR A 25 Y1) 5 1 (3 P 2 LR SR A
XA A E
R R W A B i SR L A5 B R 1Y PR 3 0 i A0 gy AR AR s o gt 2 A5 215 00 3 9 R

il 119 94

125 =Z=RHIKE

13

14

15

AFRBORRE 5 08 12,1 120 B ke . RS & TR I 4L B W e
SMERRIR

TR o B AR CLA BB S A A PO 1 & R () T
X:c><V><f><1oo

m X 1 000 3D
A
X — R R & o 2 R E 5 (mg/100 @)
¢ FHPRVE AT F) A0 R VA TR R R LA BRI SR AR T B YR B L BT R = e AT (mg /L) 5
Vo EAENEREL AN Z T (mL)
VA T I
100 — #5524
m IR i B R T () s

1 000—He 54 2%k
T L5 SRR 8 = A OB .

B

TE T ST MR 2% PR T BRAT B T 0 S 0 5 495 SR B 248 0 22 (AN SR P BB Y 1005,

Hitr

2 [ 25 o [ AR AR B O 2.5 g I LT IE IR HBR OV 2 mg/100 g @ HFR Y 6 me/100 g3 il

SRR 10 g i IR BR Oy 0.5 mg/100 g 5@ S RN 2 mg/100 g,
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F=iE BEBIE-SBEBREE

16 JRIE

IRE WK AR YT pH IR U S RO (3 A IS I E AR A TR A2 3R AR i E

1

~

iR 7 F0 A

BRAE S A w407 B e ARG 32 8 i, Kl GB/T 6682 #3E BT — 2K,
17.1 &5

17.1.1 HR(HCOOH) . a4l ,

17.1.2  ZJE(CH,CN) . a3 41

17.1.3 W& (HCOONH,) . 4 J#>=>99.9%,
17.1.4 Wb (HCD,

17.1.5  SEALH (NaOH) . 4l fF =>99.9%,

17.2 7 BL )

17.2.1 WEREZ KW (10 mmol/L) : FREL 0.63 gOR§ i 2 0.01 @) H iR &%, /K% it J5 - I R 775 pH
£ 5.040.1, %2 1000 mL FRMF . HHKEREZE RS,

17.2.2 R (1 mol/L) : 7 B 85 mL ¥R EH R IE AL 900 mL /K, Fi %R 1 000 mL,

17.2.3 SRR (1 mol/L) - FREX 2.0 g CRE B &2 0.01 @) Z A SN, /K # JF i B 2 50 mL.
17.2.4  Z /KW (80%) Bt 80 mL Z Wi, /K Fs B % 100 mL,

17.3  #rifEdm

17.3.1  HBEIE f B2 A SR br o b (Co Hug NO; , A X 43 F i 5 : 253,25, CAS 5. 87-67-2) + 4l Jif =99 % » B
25 [ GENE I 82 7 45 HE W ST UE 5 (9 AR v

17.3.2  Fa @R Z AT AL IR -d . (Cs Hyy NOD, CL, #H % 43 F i # - 143.65, CAS 5= 285979-70-6)
Al =>99.8 % BUMI Y .

17.4 FRERKREH

17,40 JEGK LIRS AP AR 2 F 0 121, 18) A A 45 W (100 mg/ L) - fERFRELAE 102 °C +

2 °C gt % 16 T A BEAR I A1 R AL ER 20.90 mg, ] 80 %0 A Z NG K T VA R T 2 X & 100 mL, 85 J5 ¥ %

W B AP 4 CRUTBERAE . A 1 4.,

17.4.2 ARG ARME TAEW (1.0 mg/L): W HL 1.00 mL - 34 IR 6 b5 6 45 W F 100 mL 25 5,

10 mmol/L iy R E K e 25 IR AT . Il BRI

17.4.3  [HGk-d . WFR#EE (L 000 mg/L) : HERFREC 13.3 mg FALAG-o , - I 80 %6 Z i K V5 WL Vs e 5T

HMBE 10 mLAFEA R E R B4 CROGREE AU 3 M .

17.4.4  JH6d-d, WA TAEW (1.0 mg/L) WL 0.10 mL R HAR-o, PIARGEA T 100 mL &2 .

F 10 mmol/L 1) B R B /K W 25 IR 50,4 CRAN BB A AR 141 .

17.4.5  HRifE R F) AR : 40 50 o 5 W B AR A A o T4 0.100 mlI.,0.200 mI.,0.500 mL.,1.00 mlL,
7
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1.50 mL. 2.00 mL % 10 mL &S, &I A 500 pL JHIk-d. PIF TAVEW - A 10 mmol/L 1 H R &K
TR WE IR ST % bR ME R 5 1 8% 9k )& 43531 24 0.010 mg/L.0.020 mg/L.0.050 mg/L.0.100 mg/L,
0.150 mg/L. 0.200 mg/L, I FHBLAE .,

17.5 ##

17.5.1  0.22 pm K PEUERE4AT L UERS .
17.5.2 {47885 mL s{AH4 %,

18 {XEEFNi%s&E

18,1 BUAH € 3% H3 05 BT 3 A3 - TC HL W 55 29 1~ IR (ESD)
18.2  Zp#r KAV 43 i 0.01 mg 1 0.001 g,
18.3  fH /K VA B B L PRI ZE 70 C+£2 °C,
18.4 pH il K5 0.01,

18.5 MW PIEVER .

19 SMTE

19.1 HRBTAIE
19.1.1 BAEHEEDTIKHE

WERIFREL 2.5 g~10 gCREHA 2 0.001 @) ik . AR /KGR B E 25 mL BEEH T . A HEER
JG.FKERVRS., W 1 mL B F 50 mL s d, &,

19.1.2 EFiXHE

HEMARI 1 g~5 gCRE A 2 0.001 @) il IR /KB G B E 100 mL P A HEERE .
FAKEZERE . W1 mL BT 50 mL @, & .

19.1.3 iR E

TE ESRHE @A . 1 000 me/L B R 6R-d N FR 68 %5 1 50 pL J5 . A 1 mol/L 4 3 B2 I i
10 mL, /MO HE SIS 5) A PR 5 ming FERAE 70 °C 22 COREH M 3 h(RE 30 min £ 2] —%0 ,
ARSI A 1 mol/L M S A AL B R 1Y pH 2 5.0~5.3. 568 & 100 mL & HI. JHKE 7 - 1]
%) SRJEH 10 mmol/L 1 FH B B K 7 UM B 10 47 - 28 0.22 pemn KPR D8 B b 08 = HE AR AP, Fp

19.2 UFESEEH
19.2.1 HHBESERZHG

a) O Amide (3% (1.7 pm,2.1 mm X100 mm) , i FH 24 % .
b) WAl A:10 mmol/L R KW ; i s Al B: S

¢) i :0.3 mL/min,

d) HE 40 °C,

o) HERERRN:2 pl.
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D BIEB AR,
z1 OBERBREH

fif ] / min WEAR A/ % WA B/ %
0~1.0 10 90
1.0~3.0 40 60
3.0~4.0 40 60
4.0~5.0 10 90
5.0~8.0 10 90
19.2.2 W% &Mt

a) HEEXEST

by K X 2R RO
o BHEHE:3.1kV,
d BRI 150 C,
e)  HEBhAIREE 350 C,
D HEY AW 600 L/ h,

g HESLMH A - 150 L/h,

h)  LM2 5 e JE . 2.75 V.,
D HM2 S5 55 F . 14.99 V,
HAth FZE IS S BN S W 2.

W (MRMD

®2 FERIESH

L&Y HET(n/2) HEfLHJE/V FET (n/2) i fE & /e
JH 5% 104.0 25 60.0" /45.0 15
AN B-d 108.0 25 60.0 /49.0 15

e COWERTH T

19.3  #RE 2k Y HIME

2 JIELA A o4 28 90 AR R B2 ol AR 3 e 20 a1 T A TR €2 - S K
JEBE 5 AR, P b I
i 4 s A T £

TEACH DR B v M R AR A LA
TR LG (A g /A sgemanay ) RIS ACTEBE - J5T 2 v B 1R 3R ARk 9N A A, 22 1l JIH

19.4 R BAINE

19.41 EMEME

SRR P TR LR SR A AR -l 118 i 7 4 1 R A T P RV L 2 . IR
J3E 55 B A TR ARG S L
N7 W (MRMD) B 2 Wit 5% B

s TR A X R
TR 38 3 MoK . HBUAR v VA T80 5T 3% 471 i P8 R s v VR I N b 2 I
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®3 AEBARTBFEMFENLFRELCE

AR/ Y% >50 =>20~50 >10~20 <10
Vw22 / %% +20 +25 +30 +50

19.4.2 TEEME

R AR T A YRR €0 38 - R IS 8 3 o SO0 A5 A T £ e T A o AR 0 A P £ A B A5 0 9 T 1Y
.

19.5 Z=HIKK
AFRBOAFE 308 19,1 W5 B e . BB A &4 T30 R 41 43 i 9 ikt .

20 SWERHIRAB

TR HR AR CLA IR AR S A AL 01O 1 & i R () T3
X:chxfxloo

m % 1 000 A
A
X P IR & L AR 2 SR 5 (mg/100 @) 5
¢ R R AR ol 2T B A 2 AR T R R LA E A AR ) B R B L A R 2 e A T
(mg/L);
Vo AR A K R G AR A Z T (mL)
SRR HAE R 10005
100 —#3E REL
m  —— AR BN B (@) 5

1 000— L4 250
P45 AR = SO

21 RBEE

TETE SN SR AF T ARAT (9 PO 37 05 45 2R ) 2 0 22 (AN AR 2 (H Y 1005 .

22 Eft

FREUR S B [ 2 RFE 2.5 g i iR AR I FR R 0.3 mg/100 g, i B4 0.8 mg/100 g; FRE[E 25
WA 1 g B, R RN 3 mg/100 g, @ RN 8 mg/100 g,

10
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Mt X A
PBRERAERRNEFEIEE

LR A 5 A 5 - P UL AL T R AL2,

0.9
0.8 2
0.7
0.6 6
1
0.5
172}
2 0.4
M 3
% 0.3 4
0.2
5
0.1
0
0 5 10 15 20 25
-0.1 .
{/min
-0.2
BB .
1—4H; 4——H A 5
2—%k S8k
33—t 6 5
B A.1 TonPac CS12A B EE MK BIEE (ERIREBRIKE 1 mg/L)
0.9
0.8 !
0.7
0.6
0.5 5
wn
N 3 4
M 0.4
il
# 0.3 6
0.2
0.1 2
0
o1 5 10 15 20 2%
{/min
PHT
I—14; 4——fH A 5
2—4# 5—%k;
33—l 6 £

A.2  TonPac CS19 i 5% & kit B 1% B (BRAR A B RRE 1 mg/L)

11
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Mt % B
BEwRUAR 4 7 i BT 13 4 B RAR R R AR & A S5 T (MRMD B

B. 1 JHBSAR o 005 1S 4 45 I W B
%
100

104. 1

60. 1

45.1
0u.1|.1uy.mlmu,.m!“uuH.\‘.u...ul\uHu‘u\.uu“‘u L e e Y
20 40 60 80 100 120 140 160 180 200

i B 1041 m/x B HFERET.60.1l m/z NSHFHETET 1,45.1 m/x SHETET 2,

E B.1 PEmIARAEM 100 pg/L) Bk A E

B.2 GRS AR 22 0 W (MRMVD) [#] L 18] B2,
2:MRM of 2 Channels ES+

2 3.31 108. 06>>60. 06 (Choline-d4)
3.27e7

JIE9-d,

0 L

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00 7.50 8.00 8.50 9.00 9.50
3.31 1:MRM of 2 Channels ES+
: 104. 03>60. 06 (Choline)
4. 35e7

- {/min

L

-_ - /min
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00 7.50 8.00 8.50 9.00 9.50

B B.2 HEmEHRERK GO pg/L) REAFRE MRM E

12
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