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F—iF BRUREeE-RXENE
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BR2Jy LRt AL AR A o 0 R U R D R I A L OE OB AR URE S AR R K, R
Coo A OGRS e A R K, 5 HAB A B0 85 A AR AL IS 3 I, ZEOU AR I a4 I , AP Fs vk 5 1

KR SR A AR AR A R T SR BE AN IE O e R O i 4 A4 R K &P R A A, £
BRiFer RE T BT, T Co UM @IS DR 4R 2R R K, 5 A A B B BEAE AL 5 38 It SO0 AR I 4% 46
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K F
Je/K 2B (CH,CH,OH),
R (K, CO,)
TCIK B R B4 (Na, SO,
SWEEC,H,0),
ECKCH,D,
R (CH, OH) - 8,3 4,
DU IR (C, Hy O) « (a3 4l
LR HE(C, HO,)

VK 2. (CH,COOH) . faji 4l ,
0 SEAREE(ZnCly) . ik ali

JoK &4 (CH;COONa) ,

A2 AEAEH (KOH)

A3 JB S . BEYG 1 =700 U/mg.
A4 FEREG BEG J1=>1.5 U/mg.
A5 B RLAR 50 pm~70 pm,

Br AR 55 A U B A T3k B FRGR 34 2 23 i 2, 7K O GB/'T 6682 HLE B9 — 4K .
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3.2 WFIEH

3.2.1 40% S EALE AW AR 20 ¢ EALER T 100 mL BEdR L FH 20 mL KB R E S, K =
50 mL, fffF TR,

3.2.2 WEIRERZZ v (pH8.0) i 54.0 g BEIR — &8 T 300 mL /K, AT 40 06 A A AL W R 15 pH
% 8.0, fim7/K % 500 mL,

3.2.3 ECK-CBROBRIRAB(90+10) 5B 90 mL IECKE. A 10 mL LR L THg . 1RAT .

3.2.4  WEHAE B BCH I 900 mL, PUE LIS 100 mL, JK 2R 0.3 mLIRAIE IMA & ALEE 1.5 g. oK &
FRAMN 0.5 g, B RIS . 0.22 pm A HL R IEME I E .

3.3 tREEMm

2 K, (Cyy Hyg O, ,CAS 2. 84-80-0) - 4li i =99 %% , 5% 28 B % W\ IF 37 52 T 45 i 1) B 3 35 09 4% o
Y,

3.4 FRAERREL S

3.41 AR K, ARHENAF K (1 mg/mL) AEMARI 50 mgOH# 2 0.1 m) 484 & K, #rifEdh T 50
mL ZE A, W B O A 208 B SR A A ST A —20 CF#OLRAE . R
W2 A H o ARG R TE A AT T BT YR AL OE RS IE TR S IR S A

3.4.2 AR K, bRIETEW (100 pg/mL) « A AR HE £ 7K 10.00 mL F 100 mL 28 & 4,
FEERZIE BR5) . BRI B A AR 78 —20 CTFRGHRAE AW 2 A .

3.43 AR K, FRMEM W (1.00 pg/mL)  ME6H AR HE H I 1.00 mL F 100 mL 255, i
[EER ) A N

3.4.4  FRUERY)TAEW WL 40 ER W4 A 2 K AR ifE(E I 0.10 mL.0.20 mL.,0.50 mL,1.00 mL,
2.00 mL.4.00 mL T 10mL ¥t b, i i B 25 2 20 1, 4 A8 R K AR R 8 T AR WOR B 40 00
10 ng/mL. 20 ng/mL .50 ng/mL.100 ng/ml.200 ng/ml.400 ng/mL,

3.5 ##

3.5.1 AR RAR 50 pm~150 pm,
3.5.2 WPEEALEAE 2 g/6 mL, IR S 10 %0 K, AT B BRI SR AT ] H AT,
e PR A U
a) MUK B 200 g PHEAILAR T 500 mL @) U, T 150 CHMEM R M 2 b e TR R %
HWEEIR B IA 20 mL 2E7K, min . s 5 m B BOA 80 ‘CHEAE T 3 min~5 min, B 5,
FUPRE . MM A AL A R g, TP B F T H 2 P83 30 min, & H.
b) R A 6 mL B E R I AR AR BRI 2.00 g [ 3 28 B fb AL B 09 SURL, B A — R AR

R T AEE,
3.5.3  BEAE AR 50 mm, NFE 4.6 mm, BEAE AT 5 2 W SE R AT ] B AT R

i
a)  BFAESURE R AT AN WM B AL (B 50 mm, AR 4.6mm) . BEAE R, B LD 2
YO B ARE P R R R AR T AR A BB B
b) AR A SCRRAT L 250K A T ST A % P K HET
3.5.4  fALIEK A 0.22 pm A HLRMFLUEME .

4 {UEEFiZEF

4.1 RGO L ORI A
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4.2 SJHHL.

4.3 R,

4.4 LML,

4.5 TRHENRG A o

4.6 TEEAKBEIRG .

4.7 pH it KiJE 0.01,

4.8 K¥. BN 1 mg f 0.1 mg.
4.9 B.LHLFEH =6 000 r/min,
4.10 EFEFEKAL.

411 AMAL.

412 EAEPIRG A .

5 OWSER

5.1 REH =

KM R AR R AR i 2R IR AT 5 B BURE 5 R BURER AR i o R RE AR WAL S ) At A7 T S A%
P BESFL Y T SRS RE R R AR B EURE 5 K SR B SR AR AT Ry, K U T g, 20 A 8 2
FH KA B3R5 AT RENOR TP & . RS T R .
5.2 iXEEAIE

EOR AIETIER B R AN B R R A, R AT RE B LR 1E
5.2.1 BH)lEmMI & . EYWiH
5.2.1.1 T&fR

TERFRILZ Y IR EE 1 g~5 gORi 3 0.01 g, 44K K, S EAMT 0.05 pg) F 50 mL BLE
LA 5 mL P K I A CRARE B B 5 mL AR W AN 75 I K B B | in A Wi 52 3k 28 vk (pHS.0)
5 mL, JRAIIIA 0.2 g JRWTEEA 0.2 g T8 B O 25 JE 8 AOARE 5 T LUAS I3 9y /) i 55, 38 i€ 2 min~
3 min, WG, BT 37 CE+2 CHEEBKBIR &R 2 h UL 6 H 780 B
5.2.1.2 2E

B0 it e e 0 3R RE L A 10 mL O WE M 1 g BRFRAM IR A) G A 10 mL 1IEC BEAT 10 mL 7K, i
TSR HE 10 min,6 000 r/min &0 5 min, UK R 2 150 mL B 43R - A 25 B IR, &
AR AN K AEFACBLS L E B IE & ke sk i AR, DIHEBR FLAE PR S L B4 RS EE W E 100 mL
BEZEM AL 7] B2 WA 10 mL IFES ke, EEEAE 1 K, &IF FIERE LR EZERT,

5.2.1.3 R4
B B3R IE © e £ BURUIE 78 2= G BRI W TR U E 1) TR B IF 2 A 2 5 mL B

HLRES),0.22 pm SRR U, SRR AT HERE
AR 42 [/ — #4505 15 A ik
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5.2.2 KR .FEXEm
5.2.2.1 &I

PRI 1 g~5 g 5] 0.01 g AR K, AT 0.05 p) ¥ RAIK M T 50 mL &
ODETLMA 5 mL B HNEE, IBHE 1 min, 7 5 min, F-IA 10 mL 1E & %8, 18 HEWE 7 32 BL 3 min,
6 000 r/min .0 5 min, BH FVEW T 25 mL FE S, m T )28 mA 10 mL EC % . ERE 1R
Bl WG 9F LW T LR, I CbeE A 2205, B WS EMR 4 B B3 1 mL~5 mL (LR
m AR R Ky 8 2 10 mL g, AURERET A 1 mL IEC e i,

5.2.2.2 &k K4

B ER 1 mL $RBOGR /D OE O e A B WA 5 mL IE & e ih b iy v SR AR AR P TR R BOR R
FETAL5 mL IECEEWRYE. 6 mL IECRE-4 R CFRIE AW E 10 mL i P, AR5, 1 B
ERZES mL.it 0.22 pm JEAE 8 AL Hr0 2

AR 2 W) — A 7 2 izs A

53 BIESHFEH

a)  OFEH . Chk A K 250 mm, AR 4.6 mmRLAS 5pem , B EL R 45 P RE 0 @3 )
b)  BEAJEAE A 50 mm, AR 4. 6mm;

o) TREhAH 4% 3.2.4 BLH

& FHE:1 mL/min;

o) KM B PR N 243 nm, K P K N 430 nm;

) FEFEE 10 pL;

g) BRIV Y € IR UL SR B

5.4 #RiEHZEHIME

R PO AR i it e 0 AT 2 B . R 4 3K AR v 2R 80 A 20 S A T O (3 S I
R E F) e T B DL e TR AR A A A o AR 9 28 51 T AR 8 O A ALl b 2% o s v o 2 TSR R IR O R
5.5 KBEHFKKNE

TERATR) 18 25 PF TR 8 1) 2 1 R0R R V3 9 ) o A e S i o B o A B A ]
P W T AR ARV SE i AR SR DR D7 R T I R A O R 4R A R K B

6 AWERMRR

HAEPEAER K &% DI,
_p XV, XV X100

m XV, X 1000 (1)

Bav

X WP AR K S AN RO R S (pg/100 @) 5

o HARHEM LR R AR P 4EE R K B B N N 2 T (ng/mL)
v, FEHOR B B Z T (mL)

Ve —ERRAEBL AN Z T (ml)
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100 — 5 45 J 5l ol ow 4 e #0037 e e o R T AR R

m o RERY PR B B (@) 5
V, B R BORAR AR R4l LB FFL A I V) =V, L A Z T (mL) 5

1 000—$F e B 2 fi i ng/mL #3°0 pg/mL AY#E R4k,
P RAR B =AU .

7 1B

23

E

T8 B S5 TR AR A A0 W R A7 0 2 4 R B 4 3 22 (AN B I AR SEE R 10% .
8 Hith

B LS AELA A, SRR RN 1 g EAR S mL LR R 1.5 pg/100 g . EER N
5 ng/100 g; RERFEN GEAER N 5 g B /P EL 5 mL, %4 5 mL B & RN 1.5 pg/100 g, E KR
N5 pg/100 g,

F Tk HHEBE-RFERIEE

9 EHiE

BN LB AZL A AR Y AR T AN T A T K B R E R IURE P AR K .
A Cu A% ge A R K, 5 HA A o0 B, B I i A, IRl 7 R N bRk E &

KA i S S AR MR A AR i T S R IE e 4R O i 4 2R R K 2 RS e A e, &
PRt RS T, o MO 35 FORE A28 3 K 5 J0M 4% 0T 5, A8 I 0 3 A 0 () 467 38 9 s 7
SE

o

i

10 I+ A4

BR AR5 A B A T3k B RGR 33 2 23 i 2, 7K O GB/T 6682 HLE B9 — 2K .

10.1 k7

10.1.1 J/KLEE(CH;CH, OH)
10.1.2  RH (K, CO;),

10.1.3 A (KOH),

10.1.4 HR(HCOOH) . a4l
10.1.5 W4 (HCOONH,) : (o4l ,
10.1.6  SFMELL(CH,),CHOH],
10.1.7 EE&4%:[CH,(CH,),CH,].
10.1.8 HE(CH,OH) ; (i ifafi,
10.1.9 ZRZER(C, H0,).
10.1.10  JIG /D5 « 3% 1 =700 U/mg.
10.1.11  JEKIEE . BTE J)=>1.5 U/mg.
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10.2 R FIECHI

10.2.1 409 AL IBEW . FREL 20 ¢ EAEALE T 100 mL BedR i, H 20 mL K&, R H 5, K =
50 mL, f#fF TR

10.2.2  WEEREL S v (pHS.0) ¥ fift 54.0 g BEIR — 4 T 300 mL 7K H . I 40 %0 R A AL BN WM Y pH
% 8.0, iM/K % 500 mL,

10.2.3 IECk-ZMROERIR AW 90+10) : HHL 90 mL IEC % MA 10 mL Z R 2§ 1R .

10.2.4  Wah4H:1 000 mL HEEHF A 0.25 mL HERFN 0.157 5 ¢ H R % . B 7 i i )5 » FH 0.22 pm A HL
FRUE L E

10.3 fREm

10.3.1 4iA%E K, (Cy H,; O, ,CAS £-.84-80-0) . 4 fF=>99.3% .
10.3.2 4iA%E K,-D,(C,, H,; 0, .CAS 5.1233937-39-7) . 4l B ==99.5% .

10.4 FREBRKEH

10.4.1  ZEE R K bR dEN 2% (1 mg/mL) - MEFI PRI 50 mg (R 2 0.1 m) AR K, brfEft T
50 mL Z &I, BRI E R B2 E . BIR RS ERE OB EAR P 75 —20 C R 7
0 2 AN A b 45 00 ol i B R A vk B A OE A IE iR S IR I 5t AL

10.4.2 #iAER K, trfEd EE (100 pg/mL) - HER A E R K, ARdERT 4% 10.00 mL T 100 mL
ZAR L N EE R 2R LR BRI BB AR A —20 C R BRI 2 A
10.4.3 #EAEFR K, FRAEMH (1 pg/mL)  AEREAEE R K, ARdfEH [ 1.00 mL F 100 mL 28 &
HL i B S LR

10.4.4  #EE 2 K -D, A B NFRIC & IHER (100 pg/mL) EFFRE 1 mgORB#IE 0.01 mg) 4i4E %K K, -
D, [ R N AR, FHH B #2252 10 mL,

10.4.5 #EAER K -D, F R NP K (1 pg/mL)  WERAEE R K -D, [FA R NFRIE A& H W 1.00 mL
F 100 mL & &I i BEEZIE R A) .

10.4.6 bR #fE R B TAE B W A0 ) 1 o W B4R A= R OK, BRI 0.10 mL.0.20 mL.,0.50 mL,
1.00 mL, 2.00 mL.4.00 mL F 10 mL # &, 2 A R 7 R W AR FH 0.50 mL, i H i 5 25 2 %)
BELUb bR E RS TAE W 4 4 % K, W EE 409 8 10 ng/mL. 20 ng/mL. 50 ng/mL. 100 ng/mL.
200 ng/mL. 400 ng/mlL,

10.5 ##4

10.5.1 RS AER DRLAR 50 pm~150 pm,
10.5.2 AR AE 2 g/6 mL R & 10 Y0k, 0] H WA KR AL LR {ATEEIE
. PR R U
a)  HURHEIE U 200 g PHEELER T 500 mL )T HE, T 150 C A LS 2 honEE TR DR
HEER . EE A 20 mL 267K, M8 . s 5 m B A 80 ‘CHEAE ' 3 min~5 min, B 5, R
FUPRE . BN A AL A g, TP B F T H P83 30 min, & H.
by R I 6 mL B E R AR I AR BRI 2.00 g [ A 28 B 0 AL B 09 HURL, B A — B AR
FHBE T HIE %,
10.5.3  fHALIESk 4 0.22 pm FAFLUENE .

11 {XEEFiEE

1.1 AR - i 106 AN . A W55 88 1 IR (ESD)
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EESIR

5 TR AL

A AL,

TE R KV IR 7% .

1.7 pH T K 0.01,

11.8  KF./&&H 1 mg F10.1 mg,
1.9 .ol ¥ =6 000 r/min,
11,10 JeftzE R IX.

111 ZkL.

1112 B EIRG .

11.
11.
11.
1.
1.

0 N OO o1 A W DN

12 SWMTER

121 R

KA A SRR S IR AT I5 - B URE 5 Rtk F0kn R AR & L SRR A BR AL S BORY 6 A7 T FE A 4%
R IRSEL Y SRS R A S BRI s KR VBRI & A, K YT S R R
MWK BRI AEAF T REMR P &M . SRS TSP .
12.2 iR#ELbIE

TR A IE TR R AN IR, RATRERESLIRE,
1221 BHIlemmz & EYim
12.2.1.1 EB##

WERR PRI 2 2 T B IRARE 1 g~5 gOR i) 0.01 g 4E4E R K, S RAMET 0.02 pg) T 50 mL 504

W AR R N BRI (1 g/ m1)0.25 mL, B 5 mIL Ji 7K 35 1 CRAARE S B4 B 5 mL, K 4 3

N KRR R, I ABEFR 3 22 h R (pHS8.0)5 mL JEA) . INA 0.2 g IR Wi B A1 0.2 g V& By B OIS % TE #3119

FE AT LU IGE R i) » 5 . P55 2 min~3 min B )5, 8T 37 CE+2 CHB KBRS H RS 2 h
DL 58 0 i

12.2.1.2 &

B il e 2 AR A A 10 mL S E K 1 g BRFRHT IR 2 IS A 10 mL IE C %e , i i $2 I
10 min, 6 000 r/min &.{> 3 min, % FHERZES — 50 mL B.0E T .M FERBEMA 10 mL IEC%E,
W€ 5 min,6 000 r/min &0 3 min, I LG, ECHERE 25 mL, FiEfL.,

12.2.1.3 &L

E FREBOR T IA 20 mL 7K, & HE 0.5 min, HESEE. 2B 5 mL FERT 10 mL AYBEEE L
BHLCEWRET A 1 mL B EEM, H 0.22 pm JEREIE, IR AR IEAE .
ASInEE L 3 [/ — e VE Iy ik ke .
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1222 KR.RXEMR
12.2.2.1 W

HEIFREL 1 g~5 gCRimi % 0.01 g, 4i/EF K, SRAMCT 0.02 p) S ¥ T A AR HF 50 mL &
LIRS R NFRE I (1 pg/mL)0.25 mL, A 5 mL SR EE, W HE 1 min, #7355 min, 1A
10 mL IECHE, W HENR % #2 0L 3 min, 6 000 r/min .0 5 min, B LIEW T 25 mL FR@E R T, [T
FEHEWPEIMA 10 mL IEC K, EERR 1 KA LER T LREER . FOEREZZ20E, 1
W ERR W 5 mL 2 10 mL i, AR ET A 1 mL IEC PR, frdb.

12.2.2.2 %

B ER 1 mL $RIGRH /DBIE O e A E W H 5 mL IE &% i A6 iy v AR AR AR P L AR R BBOR T
FiEFHL.5 mL IECREMDE. 6 mL IEC k-2 ZMRIEABEMR ZE 10 mL & P, AR T EIA
1 mL B EE.0d 0.22 pm JE I EBAL 0 Hr 22 .

AN 4% W] — PR 7 i s il

123 BESEEH

a) G Cs Al K 50 mm, WA 2.1 mm, Ki4E 1.8 pom, 5 H [RS8 P RE 09 (4385 4T 5
b WA I EECE 0.025% R + 2.5 mmol/L HRE) ;

¢) P :0.3 mL/min;

) MR .30 Ty

e)  HEREHE S pl,

124 RESEEH

a) HE A ESIH;

b)  WERIRIE 375 C;

o) B 12 L/ min;

&) WEBEHL R 500 Vs

e) SAb#RET1:172 kPa;

H  EBHEHRE:4500 V;

g THAIREE:325 C;

h) TS WH# .10 L/min;

D Z RN I (MRM)

kAL R R R TR i A DL ER 1, DT ] DL B SR C

£ 1 MRM HHFBRIESE

L&Y BT On/2) TET(n/2) filf f BE & /e V
187" 23
#i %K K, 451
227 22
] 178 30
#iEE K -D; 458
194" 23

CONERE T,




GB 5009.158—2016

12.5 FrREHMZLMHEE

R b v 2 90 A VAR R P AR B R T BRSSO S AT 0 A DN A R L € i e g e T R
PABR I 250 TAR WP 2 3K BOVRBE B A b 2 2R 3R K 19 (% I 1) e T R 5 [ 37 38 1N s (00 33 e
F1% 0 TR AR 4 AL A L A A o 22 il s ol 26

126 AERBHNE

R R AR A VRO (8 3% - 3 (S A 000 5 000 43 A € i e g e T B AR Ak s oA T e A B R
BOPAEA R Ky BB . AniURR A 0 4R A2 3K B R R 1 2 M TR U 5 5 2 00 BORE 4 12,2 Ak
PR i EHT I E

12.7 EH

BURE R E AR A 5 0 € 3 0 B0 O3 B8 IRE [ 5 s oA €20 335 06 ) O B IR IR Ll 5, A8 A i L AE 2.5 06
ZW,

Fr AL & W 5 P B 5 G I A 5 IR LE Y =3 8 B B T (I I A (5 R LE W =10,

B M AL A T E P R R B D A A — AR R A T T L [R]— A HE XF
[ — Ak A9, B b T EBR A A 1 100 T A B 08 R X 3 BE L 5 v BE AR > 0 AR VA VROA LG R VR IR 25 A8
it % 2 MLE YTE

x2 EUENENBEFFEFENRARTRE

AHXT B B >50% >20%~50% >10%~20% <10%
S i 2 +20% +25% +30% +50%
13 SRERNFRR
EAEREAER K & a5,
_p XV XV, X100 e 2 )
m XV, X 1000
X
X — il R K S =, AN O E 5 (pg/100 @)
o —HbRiER & A B IR A R P 4R R K B9 B0 AN e g T (ng/mL)
Vi —REBOR B A Z A (mL)
V, —EAEWER, A 2 (mL)
100 — KSR PALH pg/g HF R 1ng/100 g B dh b & & 1955 R AL
m  —— IR RRAE B B 5 ()
Vo — WO AR BOR AR R, B Z T (mL) 5

1 000—H W& B B i ng/mL ¥ 5h pe/mL MY R %K.
ARG = AT

14 WEE

1T RS F T AT B P U8 S7 0 S A5 2R A0 26 X 25 (EAN R SR (E Y 1004,
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15 Hft
LR A M FL AL AEDI I OO 1 g BB P S mL L WA S E A 1 mL LK RO

1.5 pg/100 g, R K 5 pg/100 g RBFEMN LI R 5 g B/ S mL IR 45 5 &4 1 mL 1,
kit BR R 0.3 pg/100g, R K 1 png/100 g,

10
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Mt X A
HEEK, RERERKERZE

i 3K bR vV RIC S 6h Gk B R AT AR B RAE AR L A AR R OK b v i A VR IR
1.00 mL, MR EE . HIECHE SRR 100 mL 2 8P 5% 4 8 PR W E WOt E . LIES 5 w4 1.
T em A FELLEMAE 248 nm PR I WSO L s o 6 980 160 R0t o B2 92 5 CAL D AR I 2 1
W#E AT,

® Al HERK RAEBHNESEH

P v e e 2 8K B A/nm

#$E#E K, 419 248

A X 10" X 100

o 19 v (AL

K

o —4EER K, PR AR A R B T (pg/mL)

Ay — FRUER IE MR AE 248 nm B K F AR (A 5

100 — M B+

419 —FF 248 nm WK TR E WO R EV JHITE 248 nm WK N ZEE R 1 cm B, 3k JF
R 1Y RI AR K, IE O GE i W R O6 B (R 2074197 W BS EN 141482003 F1 AOAC
Official Method 999.15) .
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M X B
Bk E B E
PRUE R P 4R R K, A3E E LK B,
el KK,
2 4 6 8 10 12 min

B B.1 100 ng/mL rERBPHELEE K, BILEE

12
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M ® C
BRiESEE

C.1 4R K, M4etE R Ko-D; Bk R WA C.1,

= 2 1o2.2
‘ | e o pea ] | | | 2ae
. O W P - 2.0 ] {1 | XL T B i -0 oz 2oz 7. 202 a
s7.= s - sma L, O
oz 92| =si1ar4 q0ea s | Y R - amze
= i in T ) | § 1 N L e cmeo can 4 sey o m1as @Ee 4 goa g mes s SE12 oon azaa =

B C1 #EHRK M%ELEERK-D, FEHHEE

C.2 FrEEW P4 R K F4EE R Ki-D; B9 MRM & UL C.2.

X10 2
4.216
0 é 4 K 451>187
0
X101
1
0.5 Y K 451>227
0
4.122
3 : et K, -D,458>194
X101 4.128
> #:4 K, -D,458>178
0 ™ - = T T T = — - - = = = - O
0.5 1 1.5 2 2.5 3 3.5 4 4.5 5 5.5 6 6.5 7 7.5

B C.2 50 ng/mLiREBRRPLELER K, MYEEZE K,-D, 5 MRM & E

13





