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M SR ik E

3 AR

w

W W W W W W W W W W W wWw w w w

©W o N s w4

—_
—_

K F
Jo/K 2B (CH,CH,OH),
R (K, CO,)
TeK B R EH (Na, SO, .
SWEEC,H,0)
ECkCH,D,
R (CH, OH) - 83 4,
DU IR (C, Hy O) « (a3 4l
LR HE(C, H O,

K LR (CH,COOH) . a4t ,
10 S ALEE(ZnClL) - k4l

JoK &4 (CH;COONa) ,

A2 AEAH (KOH)

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

B S A Ui AR D5 3 B GR35 D 3 A i, KO GB/'T 6682 BLURE HY— 20K .
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3.2 WFIEH

3.2.1 40% & EALE AW AR 20 ¢ EAALER T 100 mL BedR b, FH 20 mL KB R E )G, Ik =
50 mL, fffF TR,

3.2.2 WEIRERZZ v (pH8.0) i 54.0 g BEIR — &8 T 300 mL /K, AT 40 00 A A AL W R 15 pH
% 8.0, im7/K % 500 mL,

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

3.2.4  WEHAE B BCHEE 900 mL, PUE LS 100 mL, JK 2R 0.3 mLIRAIE . IMA &AL 1.5 g. Bk &
FRAN 0.5 g, BB RIS . 0.22 pm A HL R IEME IS8 .

3.3 tREEMm

2 K, (Cyy Hyg O, ,CAS 2. 84-80-0) . 4li i =99 % , 5% 28 B % W\ IF 31 552 T 45 i 1) B 3 35 09 4% o
Y,

3.4 FRAERREL S

3.4.1 AR K, ARHENAF K (1 mg/mL) AEFMARI 50 mgOH# 2 0.1 mg) 484 & K, FrifEdh T 50
mL ZE i, W B O A 2208 B R B AR A SR A — 20 CF#OLRAE . R 17
W2 A H o ARG R TE A AT T BT YR AL OE RS IE TR S IR S A

3.4.2 #AER K, bRIETEW (100 pg/mL)  HEH R EAR HER £ 7K 10.00 mL F 100 mL 28 &,
FEERZIE BRA) . BRI B A a7 —20 CTFRGCHRAE AW 2 A .

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

3.4.4  FRUERY)TAEW WL 40 R W 4 A 2 K, FRifE(E I 0.10 mL.0.20 mL.,0.50 mL,1.00 mL,
2.00 mL.4.00 mL F 10mL 25t b, i B 25 2 20 1, 4 A8 R K AR e 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 R4R 50 pm~150 pm,
3.5.2 WPEEALEAE 2 g/6 mL, IR S 10 %0 K, AT B BRI SE R AT ] J AT,
e PR A U
a) MUK E 200 g HPHEAILER T 500 mL @) FUR A, T 150 CHMEM R M 2 b s s TR A R %
WEEIR B IA 20 mL 267K, min# . s 5 m B BOA 80 ‘CHEAE T 3 min~5 min, B JE L
FUPRE . BN A AL A R g, TP B F T H A P83 30 min, & H.
b) R E 6 mL B E R I AR AR BRI 2.00 g [ 28 B £0 AL B 09 SURL, B A — R AR

PR T AEE,
3.5.3  BEFE A 50 mm, NFE 4.6 mm, BEAE AT 5 42 W SE R AT ] B AT R

i
a)  FFAEURE R P AN WM B AL (B K 50 mm, AR 4.6mm) . BEAE R, B LR D2
YO B ARE P R R R AA T AR A BB B
b) AR A SCERAT L 20K A T ST A % b K HET
3.5.4  PAFLUEk HF 0.22 pm A HLR AL UE

4 (UEEFiZEF

4.1 RGO L ORI A
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4.2 SJHHL.

4.3 ML,

4.4 LML,

4.5 TRHENRG A o

4.6 TEEAKBEIRG .

4.7 pH it KiJ¥ 0.01,

4.8 K¥. N1 mg A 0.1 mg.
4.9 B.LHLFEH =6 000 r/min,
4.10 EFEFEKAL.

411 AMAL.

412 EAE PR A .

5 OWSH

5.1 REHE

KM R AR IR AR A 2R IR AT 5 L B BURE 5 R ORI AR i o R RE AR WAL S W At AF TR S A%
W& S FL Y T S RS RE R R AR B EURE s K SR R SR AR AT &Ry, K U T, 20 A 8 2
FH KA B oS A TRENOR TP & . RS T R .
5.2 iXEEAIE

EOR AIETIER B R AN BB A, R AT RE B SRR 1E
5.2.1 BH)lEmMI & Bl
5.2.1.1 T&fR

TER KB IR EE 1 g~5 gORi 3 0.01 g, k4R K, S EAMT 0.05 pg) F 50 mL B L
LA 5 mL P K I R CRARE B B 5 mL AR W AN T I K B B | in A Wi 52 3k 28wk (pHS.0)
5 mL, JRAIIA 0.2 g JRITEEA 0.2 g T8 B O 35 JE 8 AR 5 mT LUAS I3 9y /) i 55, 38 i€ 2 min~
3 min, WG, BT 37 CE+2 CHEBKBEIRG TR 2 h UL 6 H 780 B
5.2.1.2 2E

B0 Tt e e 0 3R L 2 A 10 mL O WE M 1 g BRFRAM IR 2) G I A 10 mL 1IEC BEAT 10 mL 7K, i
TSR HEL 10 min,6 000 r/min &0 5 min, BUK R 2 150 mL B 43R - A 25 BCEE IR, &
YR AN K AEFALBLS L E B IE & ke sk i AR, IHEBR FLAE PR S L B4R EE W E 100 mL
BEZEM AL 7] R 2 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 UM E ) TR B IF 2 A 2 5 mL B

HLRES),0.22 pm SRR U8, BEIRTT HERE
AR 42 [/ — #4505 15 A ik
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5.2.2 KR .FE¥XEm
5.2.2.1 &N

PRI 1 g~5 gUF 5] 0.01 g AR K, AT 0.05 p) ¥ AIK M T 50 mL &
ODETLMA 5 mL B HNEE, IBHE 1 min, 75 5 min, F-IA 10 mL 1FE & %%, 8 HETE 17 32 B 3 min,
6 000 r/min .0 5 min, B EVEW T 25 mL FRE 2t . m T )28 A 10 mL EC % . TR 1R
Bl WG 9F LW T LR, IE CbeE A 2205, B WA MEMR 4 B B3 1 mL~5 mL (LR
m AR R Ky S8 2 10 mL g, AURERE T IMA 1 mL IECLEE i i,

5.2.2.2 &k K4

B EoR 1 mL $RBOGR /D OE O e A E WA 5 mL IE O Re i b iY hvE EAR AR AR P TR R BOR TR
FETHL5 mL IECEEWRYE. 6 mL IEC%E-4 R OFRIE AN ZE 10 mL X8 P, AR5, 1 B
FERZES mL. it 0.22 pm JEAE, 8 AL Hr0 2

AR 2 W) — A 7 iz (A

53 BIESHFEH

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

o) TREhAH 4% 3.2.4 BLH

) WE:1 mL/min;

o) AP B WK N 243 nm, KB K N 430 nm;

) FEFEE .10 pL;

g) BRIV Y IR UL SR B

5.4 #RiEHZHHIME

R AN AR i it e 3 BEAT 2 B . R 4 3K AR v 2R 80 AR a0 S A e O (3 S0
R E F) e T B DL e TR AR G A A o AR 9 28 81 T R 88 O A Al b 22 ) s v Y £ T B R R IR O A
5.5 KBEAFKRKNE

TERATR) 18 25 PF R H M 8 1) 2 1 R0OR R V3 9 ) ko A e A i o B o LA B A ]
S W T AR ARV SE AR S Z R DR D7 R T R R A O 4R A R K B

6 SWERMRR

HAEPEAER K & %D I,
_p XV, XV X100

m XV, X 1000 (1)

Bav

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

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

Ve —ERWREBL AN Z T (ml)



GB 5009.158—2016

100 — 5 45 J Al Rl ow 4 e #0037 S R R T R R

m o URER PR SR B () 5
V, B SRBORAR AR (R4l L AFL AL I V=V, L B Z T (mL)

1 000— ¥ B 2 fi i ng/mL #3°0 pg/mL AY#E R4k,
PR AR B = A ROBUT .

7 1B

i}

E

TE M S5 TR AR A A W R 37 2 4 R A 4 3 22 (AN B I AR SEIE R 10% .
8 Hith

B LS AELE A, SRR RN 1 g EAR S mL LR R 1.5 pg/100 g  EER N
5 ng/100 g; RERFEN YEAER N 5 g B /P EL 5 mL, % 5 mL B & RN 1.5 pg/100 g, @ KR
N5 pg/100 g,

F Tk HHEBE-RFERIEE

9 EHiE

BN L& ATZL A AR Y AR T N T A T K B R EC R IURE P AR K .
A C A S e A R K, 5 A o0 B, B I s A 0, TRl 37 R N bRk E &

KA i S S AR MR A A T S R B R IE e 4R O i 4 2R R K, 2 b R S e A e, &
PRt RS T, o WO 5 FORE A28 3 K, 5 J0M 4% 0T 5, A8 I 0 3 A ) () 67 38 P9 s 76
SE

o

i

10 FFn#F A4

Br AR T3 A U B A T3k B L RGR 34 2 23 i 2, 7K O GB/T 6682 HLE B9 — 4K .

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 WR(HCOOH) . ik 4l
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 ZR LB (C, H0,).
10.1.10  JIR D5 « 3% /1 =700 U/mg.,
10.1.11  JEKIEE . BTG J)=>1.5 U/mg.
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10.2 R FIECHI

10.2.1 409 A AL IR FREL 20 ¢ EAEALH T 100 mL BedR, H 20 mL KB, B2 H 5, K =
50 mL, f#fF TR,

10.2.2  WEEREZ S vl (pHS.0) ¥ fift 54.0 g BEIR — 4 T 300 mL 7K H . I 40 %0 R A AL BN WO 5 pH
% 8.0, iM/K % 500 mL,

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

10.2.4 a1 000 mL HEEF A 0.25 mL HERFN 0.157 5 ¢ H R %L . B 7 i )5 » FH 0.22 pm AL
FRUE L8

10.3 #REm

10.3.1 4iA%E K, (Cy H,; O, . CAS 5.84-80-0) . 4 fF==99.3% .
10.3.2 4iA%E K,-D,(C, H,; 0, .CAS 5.1233937-39-7) . 4l ==99.5% .

10.4 FREBREE

10.4.1 ZEE R K, brdEN 2% (1 mg/mL) - MEFIFRIL 50 mg R 2 0.1 m) AR K, brfEft T
50 mL AEIE T, HH BRI E A 220 . BBEREY 2 0%EASR T E—20 CTFRARSE, A
W 2 A A . BRUE R A R A 7 A T B R I L A IE T VA S IR SR AL

10.4.2 #iAER K, e EE (100 pg/mL) - HER A R K, ARdER &%) 10.00 mL T 100 mL
HEfH MR EEZE RS BIRREES B AR AN E—20 CTRGHRA R 2 A,
10.4.3 AR K AR (1 pg/mL) - ER M EAE A 2 K, AR I 1.00 mL F 100 mL &2
WL R E R LR

10.4.4  #EE 2 K -D, W E NFRIC & IHER (100 pg/mL) EFFRE 1 mgORB#IE 0.01 mg) 4E4E %K K, -
D, [ 2 AR B R JF 2 45 2 10 mL,

10.4.5 #EAER K -D, F RN R (1 pg/mb)  WERAEE R K -D, R R NFRIE&H R 1.00 mL
F 100 mL IR I BEEZI 8 $E 5.

10.4.6 bR #fE R B T AE B W A0 ) 1 o W B AE A= R OK, bR A 0.10 mL.0.20 mL.,0.50 mL,
1.00 mL, 2.00 mL.4.00 mL F 10 mL Z &, 2 A R 67 R W AR W 0.50 mL, i H i 5 25 2 %)
BELUb bR E RS TAE W 4 A R K, W45 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  HEREALERAE 2 ¢/6 mL R & 10 %0k, 0] H WA KR S AE B nT FATEEIE
. PR R U
a)  HURHEIE U 200 g PR LER T 500 mL )T HE, T 150 °C T A LS 2 hon s TR R
HERIR . EE A 20 mL 267K, M s 5 m B A 80 ‘CHEAE ' 3 min~5 min, B 5, R
FUPRE . MM A AL At g, TP B F T H PR3 30 min, & H.
b) R I 6 mL BB R AR I AR BRI 2.00 g 1A 28 B 6 AL B 09 HURL, B A — B AR
FHBE T HES,
10.5.3  fHFLIESk .4 0.22 pm FAFLUENE .

11 {XEEFiEHE

111 AR - R 106 AN . 7 55 28 1 IR (ESD)
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SIHHL

5 TR AL

AL

W e IR s i

TE R KV IR 7% .

1.7 pH T K 0.01,

11.8  KF.i&&H 1 mg F10.1 mg,
11.9 B0l 53 =6 000 r/min,
11,10 BEfEzE K IX.

111 ZmL.

1112 B EIRG .

11.
11.
11.
11.
1.

0 N o o1 A W DN

12 SHMTER

121 REdH &

KA WA SRR S IR AT 5 - B URE 5 Rtk F0kn R AR & L SRR AR TR AL S BORY - fif A7 T FE A 4%
R IRCGSEL Y SRS FE R AR BRI s K R VBRI & A, K YT Y AR
R ARG BRI AEAF TREMR P &M . SRS TSP .

12.2 R#ELbIE

TR A IE TR IR, R ATRERESLIRE,
1221 BHILemmz & Eim
12.2.1.1 EB##

WERR PRI 2 4 B IRARE 1 g~5 gOR i) 0.01 g 4E4E R K, S RAMET 0.02 pg) T 50 mL 504
WA TR R BRI (1 pg/m1)0.25 mL, A 5 mIL Ji 7K 35 i CRACRE S B4 B 5 mL, K 4
N KRR R, INABEFR 3 22 h i (pHS8.0)5 mL IBA) . INA 0.2 g RR Wi B A1 0.2 g V& By B OIS 7 TE #3 19)
FE AT LU IGE R i) » N5 . P55 2 min~3 min B J5. 8T 37 CE+2 CHB KGR GH TR 2 h
DL H 5 40 T i

12.2.1.2 ##E

B il e 2 AR A A 10 mL S E K 1 g BRFRHT LIRSS A 10 mL IE C %e , i i $2 I
10 min, 6 000 r/min &.{> 3 min, %K FERZES — 50 mL B.0E T M FERBEMA 10 mL IEC%E,
P JiE 5 min,6 000 r/min &0 3 min, I LW, IECHERZE 25 mL, FiEfL,

12.2.1.3 &L

1E LR EBGR T IA 20 mL 7K, & HE 0.5 min, HESEE. B 5 mL FERT 10 mL AYBEEE L
BHLEWRET A 1 mL B EEM,H 0.22 pm JEREIE, IR R AL,
ASInEE L 3% [/ — e VE Iy ik ke .
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12.2.2 KR.HEXEMR
12.2.2.1 W

HERIFREL 1 g~5 gCRimf % 0.01 g, 48/EF K, SRAMT 0.02 pg) S ¥ T AL H F 50 mL &
LIRS R NFRE K (1 pg/mL)0.25 mL, A 5 mL SR EE, W HE 1 min, #7455 min, 1A
10 mL IECHE, W HENR % #2 0 3 min,6 000 r/min .0 5 min, B LIEW T 25 mL AR E R T, [T
FEHEWREIMA 10 mL IEC K, EERR 1 KA LER T ELREER . FOEREZZE, 1
W ERR I3 5 mL 2 10 mL i, A AABRRE T, MA 1 mL IEC PR, frdb.

12.2.2.2 %

B ER 1 mL SRR /D B IE O e A E W H 5 mL IE &% i A6 i b v A AR AR b L R R ORI
FiEFHL.5 mL IECREMTE. 6 mL IEC k- MRS REMR ZE 10 mL & P, AR T EIA
1 mL B EE.0d 0.22 pm JE I ERAL 0 Hr 22 .

AN 4% W] — B VR 7 il s il

123 BESEEH

a)  OiEHE Ce Al K 50 mm, WA 2.1 mm, Ki4E 1.8 pom, 5 H [RS8 P RE 09 (6385 4T 5
b WA I EECE 0.025 % R + 2.5 mmol/L HRE) ;

¢) P :0.3 mL/min;

) MR 30 Ty

e)  HEREEES pl,

124 RESEEH

a) HERXESIH;

b)  WERIRIE 375 C;

o) B 12 L/ min;

&) WEBEHL R 500 Vs

e) SAbaREJ1:172 kPa;

H  EBHEHRE:4500 V;

g THAIREE 325 C;

h) TS WH .10 L/min;

D Z R I (MRM)

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

£ 1 MRMHHFBRIESE

L&Y BT (n/2) TE T (n/2) filf f# BE & /e V
187" 23
# %K K, 451
227 22
] 178 30
#iEE K -Dy 458
194" 23

CONERE T,
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12.5 FREMZLHEE

R b v 2 90 A VAR R P AR B R T AV € % - S S AT 0 A N0 A R O €0 i e g e T R
PABR 1 250 TAR WP e 3K BOVRBE B A b 2 2R 3R K 19 (3% 0 1) WA T R 5 [ 37 38 1N s (00 33 e
F1% 0 TR AR 49 AL oA L A A o 22 ol o ol 26

126 AERBHNE

R R A R A VRO (8 3% - 3 (S A 000 5 000 53 A 2 T e g g T L AR Ak s oA T e A B SRR
BOPAEA R Ky B9 . AniURR A 0 4 A2 3K B R R T 2 M Y TR U 5 3 2 00 Ok 4 12,2 Ak
HRE i EHT I E

12.7 E

BURE R E AR AL 5 0 € 3 0 10 O3 B8 IRE [T 5 s oA €20 33 06 ) R B IR IR Ll 0, A8 A i R L AE 2.5 06
ZW,

Ik & W 5 P B 5 5 I A {5 MR LUV =3 8 B B 1 (O B I R R LE W =10,

B AL T E P R B D A A — AR R A T L [R]— A HE XF
Al — A& 4, B b F AR B DA B AN 5 B L5 o 2 A 25 B AR VA R LE L G AR O 25 A8
it % 2 MLE RYTE

x2 EUENENBEFFEFENRARTRE

AHXT B B >50% >20%~50% >10%~20% <10%
S i 2 +20% +25% +30% +50%
13 SRERNFRR
HAEREAER K &%,
_p XV XV, X100 e 2 )
m XV, X 1000
X
X — il R K S =, AN O E 5 (pg/100 @) s
o —HbRER LA B IR A R P 4E A R K B9 B0 AN e g T (ng/mL)
Vi —REOR B A Z A (mL)
V, —EAEWMER, A 2 (mL)
100 — K& R PALH pg/g #F R 1ng/100 g B dh b & = 195 R AL
m  —— IR RRAE B B 5E ()
V, WO AR OB AR R, B Z T (mL) 5

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

14 WEE

T TR ST AT B P U8 S7 0 S 45 2R B0 26 X 25 (EAN R SR (E Y 1000,
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15 Hft
LR A A FLAL AEPI L RO 1 g BB P S mL L WA S E A 1 mL L G RO

1.5 pg/100 g, R K 5 pg/100 g; RFFEMN H IR 5 g B/ S mL IR 45 5 &% 1 mL i,
kit BR R 0.3 pg/100g, R K 1 ng/100 g,

10
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Mt X A
HEEK, RERERKERZE

i ZROK b vV RC S 6k G R R AT AR B BRAE IR L A AR R OK b v Gl A TR R
1.00 mL, W+ HEEE . HIECHER R 100 mL 7 8P 5% 4 € PR W E WOt E . LIES 5 4 1.
T em A FELLAMAE 248 nm PR I WSO L o o 6 980 160 R0t o B2 92 5 CAL D AR I 2 1
W#E A1,

F Al HERK RAEBHNESEH

P v e e 5 8K B A/nm

#$E#E K, 419 248

~ Aus X 10" X 100

o 19 cerieeeeen (AL

K.

o —4EER K, PR AR AL R B T (pg/mL)

Ay — FRUER IE MR AE 248 nm P K F HIRCME ;

100 — M B+

419 —FF 248 nm WK TR EWOC R EV JHEITE 248 nm B K T ZEE R 1 cm B, 3k JF
RV RI AR K, IE O BE 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,
KK,
2 4 6 8 10 12 min

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



C.1 4eER K, M4EE R Ki-D: it

M x C
BRi&ESEE

EARE LA C.

GB 5009.158—2016

A LS s o s B | N Y I o e e U
‘l g e ‘1 '| "I"I [ mtiomeme saoucomeama see g sma s
B C1 #AEZFK MELESE K -D, RiTHBE
C.2 MW EBFRTYEER K, g4 EK K-D, B MRM JEE ILE C.2,
X10 2
05 1216 K, 451>187
0
X101
0. é 44 K, 451 >227
0
3 * _122 et FK,-D,458>194
X101 4.128 .
4 _ k4 %K, -D,458>178
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/mLiREBRPLELER K, MYEEZE K,-D, 5 MRM & E

13



