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AR UERLAE T b R OB R R A (I 2 200 1 = 2 7 1 ——OAR B35 VAR € 35 1
WA - BT/ i ik

AR E AR T8 5 TS T ORISR OR R AR Al e B e B I R S0k 2 L RCR
Sk CRE RERT VL VPR R VR R VR R TR ORE L 5T A 5 3 LR FL A A P 3R O 2 A R TR B Y
ME

AR UE TR 3 ik AE T B A S YR E

AR HEIRAR (T R T UOREE VR IRUR R PE IS AR S Al 58 B T ) e SRR S R
AR SR RGBSR TEEL VDF T R R CRVR VG TRIRRE B TT A0 1 SR R FL R i v B O S AR
PR A 0 2

ASHRE SRR T -3 /T T T I L L BT ORI v A O R S R B ) D

E£—i% SHEBEE
2 R

B ity PR PR O R U PR A P KR B 7R B TR A O R B i R PR B A5 IV PR S N AR R L
V. i PR T o 1) =0 (2 3 S N 8 1 PR s R AT 20 8 S o0 B (R B I 1) 5 1 L AR ik

3 WF AR
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1EBEkE [CH; (CH,);CH, .

AL (NaCD

A RN 30 C~60 C,
AEAAB (NaOH) ,

R (H,S0,) .

AR F AL (K, [Fe(CN), ] « 3H,0},
WIR 5 (ZnSO, « TH,0),

WA R 4 (NaNO,) .
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3.2 FIEH

3.2.1 FEALINIEI (40 g/ L) FRIC 20 g S AL I TR BE R 500 mL. R,
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3.2.2 BRI (200 g/L) . B 54 mL BRER/NOZEZE A 400 mL /K H L JF 7K 2 500 mL, IR,
3.2.3 WRRKFALEIE W (150 g/ L) FRHT A& 15 g WA ALER (3.1.6) .7 T /KR BEE 100 mL.IR 2],
3.2.4  BRFREFFI (300 g/L) FRIT A 30 g BIREF YA (3.1.7) I F/AKHF R B 2 100 mL,IR% .,
3.2.5 WAHRRENIAEI (50 g/L) : FREX 25 g WANEREN . 78 T /K IR B = 500 mL,IEA),

3.3 RiEm
PO R PR B b o B (G H NSO5 Na) < 4l EE =99
3.4 HRAERRHYEC H

3.4.1 O HEGUHL G R bR vE B 4 (5,00 mg/mL) AEBIFREL 0.561 2 g 3 O 5k S5 6t R 40 A o L FH K
BITEA E 100 mL RS LI 1.00 mL A1 T3 O A LR 5.00 mg(F O A 2 L MR 5 26
O R L R 1 B 38 R B0H 0.890 9) . BT 1 °C~4 CUKFMRAT . il A7 12 N A,

3.4.2  FRCELEUIEEE R AR MEE P (1.00 mg/mL) : MERHFEHL 20.0 mL R Ok 2 L Al 9 A o % 45 W)
K BIFEARZE 100 mLIRA . BT 1 C~4 CKFRAE TR 6 I H .

4 MHE5RE

4.1 SRR LA Sk M B AR I g (FID) .
4.2 WWTEIRA

4.3 BELHLFEH =4 000 r/min,

4.4 BWEFEPIRG .

4.5 FESRERL.

4.6 10 pL i EES .

4.7 EIRKHH

4.8 RV . 1 mg.0.1 mg.

5 OWSR

51 KHEBRROHE
5.1.1 T 4b 3B

5.1.1.1 AR R B A0 R PRI 25.0 g 3RRE (N 22T 5 98D, K E 45 % 50 mL 5 H.

5.1.1.2 & AR (9 3FE AR 25.0 g 5UFE T REAR 60 “CoK AN 30 min DABR — A btk . ¥ .
KERZR 50 mL & H .

5.1.1.3  FilRs 09 iR - B 25.0 g 1R Thepr b EU AR AN W (3.2. D I = 559 08 pH 7~8,60 °C
JKVEINFA 30 min PLBRITRS 5% /K E A 2 50 mL & H .

5.1.2 Bl . B B4 2

5.1.2.1 AR AR FIFE S CR¥&E R KRR R AR R R R R R RS DT R A

PRI RORE L7 78 2 R RO N5 A9 5 3 A5 - ARIBUT 8 IR A1 FE i 3.00 g~5.00 g T 50 mL B0 4

H, B30 mL KL RS HLEL 20 min, IR, B0 (3 000 r/min )10 min, i 3E , FHZK 20 R SR BRI L 0

SEEBOFE AR ZE 50 mL IR,

5.1.2.2 @R FRE S (BRFL VRS vk EL bR S5 0 il i B il S LA - UK LT AR UKL AR S5 43 Sl i T
2
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250 mL BeAf i , Fr F AL IS 356 50 FREC FREURE & 3.00 g~5.00 g T 50 mL B.08 T, 30 mL /K, @A 42
B 20 min, il 2 mL AR FAL BRI A BN 2 mL BRERBEA L IR 2T . B0 (3 000 r/min) 10 min,
b U K A e i B i AR DR VRO A A 50 mL L IRAT& A

5.1.2.3 = BEAE (O il Sk B PR A AR AR EGET R IR AT R RE L 3.00 g~5.00 g F 50 mL
BB INA 25 mL A EE L RS B AR 3 min, FRE AT B0 (1 000 r/min B )10 min, FEAH
Bk, P 25 mL A 1 Bk 4 B — U, 3540 WK L 60 °C /KR 5 & R B A0 ik, 3% i 30 mL /K IRA) A 42
B 20 min, Jl 2 mL WAARFALSIA W RS FEIA 2 mL BiRRBEIA W . TR 2, 8.0 (3 000 r/min) 10 min,
b U K PR BR i IR IR ROT A % 50 mLL RS .

5.1.3 T4

HED A% OB AR BRI R (5. 1.1) [ A L 2 [EA AR R (5.1.2) 10.0 mL F 50 mL a7 3 85 .0 i,
O EIE R FkE 5 min 5L HEFIIIA 5.00 mL IEBEEE. A 2.5 mL WA BRENIER 2.5 mL B
PRV o BB 5 A TR VKA R R 30 min, HEIIREE 3 R ~5 UG INA 2.5 ¢ AAbdh. % L35
BHEPWIR AR LR 1 min (SR 60 K~ 80 YO, ik &5 0> (3000 r/min) 10 min 43 )2 5 fIL & # &
20 min Z B E R B RCE 1 °C~4 C KA AR AR L& BEEE T

5.2 MERRKRRIMGERITEN

HERIAZ L 1.00 mg/mL ¥ 3 & L i B AR 7 0.50 mL.1.00 mL.2.50 mL.5.00 mL,10.0 mL.
25.0mL T 50 mL &M K ER . BCRUFR R R R 5 E 4 :0.01 mg/ml.,0.02 mg/ml..0.05 mg/mlL,
0.10 mg/mL. 0.20 mg/mL.0.50 mg/mL, Iifi 6 A5 A5 A 40 .

TEHH R BUbR ME R 5 10.0 mL 7] (5.1.3) fi52E 1k,

53 M=E
53.1 BiffKH

5.3.1.1 kA S5 A S B AR (TR 500 RS H L R AE AL 30 m X 0.53 mm X 1.0 pm) 35
Rt

5.3.1.2 FFIRTHERT IR 55 CAEFE 3 min, 10 °C/min FHEZE 90 CA£4F 0.5 min,20 °C/min FHEE
200 ‘CHAFE 3 min,

5.3.1.3 MO RIE 230 CoiffbER 1 pL A0/ R ST b 1 s 5o e B 0 =Un] AR g 3%
s ZR AR )

5.3.1.4 K& EUCKME B AR I 2% (FID) L iR BE 260 °C,

5.3.1.5 . maiE SR 12.0 mL/min, B 20 mL/min,

5.3.1.6 & <:30 mL/min; %R, 330 mL/min(ZR AR AR K/ TR R AL S5 R E AT IR L)

5.3.2 ‘LS

IR W1 L 2R A A A A B s 9 2R B0 A% ok RE IR B R (5.2)  TE SR AUl AR A [
T E AN 0 1) o 7 (L 0 T R, LA JBE A A A B L DAER I IV A TR I RS e A 0 D A 2 O PN AR B L 22
iR AE 2

TE 58 AR 25 PF R BERE 1 L 22477 A A A0 B B0 iaCRE 155 U B T W (5. 1.3) B I Ji) 7 1 00 74 g
TR AR R s oA gl 2 A B R e 00 2 A R 5 AR L 3 SRR D O L o S e Y TR L I T PR e A R
PERE AT o S AT I E OB D T IR
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6 SMERMRR

BURE P B0 O S R R R 3 4 X (D A
X, —Swv NG )

m
S
X — iR R O S A SRR R Y 35 L B O OB T v (g/ k) s
P b o I 2 TH IR T E AR TR P B O R S R TR VR, A N 22 ye B 22 T (mg/mL)
m PR A L B0 D 5 (@)
\% BRI R e E AR AR L B N Z T (ml)
A2 R LU S 1 S5 T A B P O ST 0 5 R A SRS I (R S SRR A RO

C

7 MEE

TE S AR A PF TR B A B P YO S I R 45 3R B0 28 %) 22 (AR R B R P 2 Y 1024,

8 Hft

BRER 5 g B, AR TR HBR N 0.010 g/kg, ERIR 0.030 g/kg.,

FTiE BREMEeRE

9 R

B PR FR O R B R A TR Sk H K B IS 7 9 R R VR VO 5 SRR B R AR R N N- R IR B
% » FHIE B e A€ IR ) o 80 AR €0 i YR A 0 R BRIk i) 1 L SR i it

10 I A4

BRAE 55 A UL AR O ik B FHRGR 32 S 20 v 2. KO GB/T 6682 MURE 19— K .
10.1 3K

10.1.1 EBEE[CH, (CH,),CH, ]: a4k,
10.1.2 2 (CH,CN) : {f ik 4l ,

10.1.3 iR (H.SO,).

10.1.4 WA (NaClO)

10.1.5  BRERE AN (NaHCO,) ,

10.1.6  BRFER%E(ZnSO, « TH,0),

10.1.7  WELFALHI (K, [Fe(CN); ] » 3H,0},
10.1.8 Al . W fE ol 30 °C~60 C,

10.2 i FEE )

10.2.1 BRI (1+1):50 mL HER/NODEZE A 50 mL K, 182,
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10.2.2 KAV R AR &M (10. 1. O F B, IR A TAE O SRFF A B & &2 50 /L DL 1R
A1, TR 7 R AR AE S I

10.2.3  BRER ANV (50 g/ L) FRHL 5 g R IR 80, /K I i - M B 2 100 mL, IR %),

10.2.4  WRERFEV WL (300 g/L) FRHUAT & 30 g MR 4F (10.1.6) . ¥ T/K I M 2 100 mL,iRA),
10.2.5 WAL B AW (150 /L) FREUIT & 15 g WA UL (10.1.7) 18 T/K M B & 100 mlL,
RA,

10.3 #R/EMR
PR O G R R BN A M T (Cy H,NSO3 Na ) - 4l fEZ>99 97,
10.4 FREBREEH

10.4.1 PR HL G L0 R b v 6 45 (5.00 mg/mL) #2585 —¥k 3.4.1  Fii.

10.4.2 RO REILBERRFRME PR (1.00 mg /mL) 3%5 —¥ 3.4.2 B,

10.4.3 A O 25 S B 1 s o ot 2 R 90 TV - 4 3] W A o v ) ¥ (10.4.2)0.50 mL. 1.0 mL.2.5 mL.
5.0 mL.10.0 mL % 50 mL Z i, /K& 25 . % br i R 500 B 43 512 10.0 pg /mL.20.0 pg/mL,
50.0 pg/mL,100 pg/mL.200 pg/mL, I HAED .

1 U/ FRE

1.1 WA B, T A 58 ARG DN 25 B A 45 B 4 Ao 0 2% .
1.2 WA IR .

1.3 B0l =>4 000 r/min,

1.4 FESBEDL,

1.5 [HIR/KEH .

11.6 KF.J&E 1 mg.0.1 mg,

12 HH$E

121 AERRHHE &
12.1.1 B EEEERELLIE

PR B B 3R 5.00 ¢ T 50 mL 2.0 d, A 30 mL 7K IRAD, B A 4 HX 20 min, 8.0 (3 000 r/min)
20 min, ¥ EIE B I, K SRR R IR EA R 50 mL 1. AR G 28 RE AT 7E MR B ORI A
2.0 mL BRFRPEA K (10.2.4) A1 2.0 mL WAL HI A W (10.2.5) . & e 5 BT S A i 7T 76 4 BBCRT S5 hm A
25 mL A1 Mk (10.1.8) PR 4R 5 7 2 A1 T ik )2 B Mg

12.1.2 R EiX AL E

12.1.2.1 Ml AR UREFE 2 )5 1T B AR BURE & 25.0 g  FIK B A E 50 mL 4 (i ] i3 38) .
12.1.2.2 & A BR B9 IRRE PRI 25.0 g iR T RAR 1, 60 “COKE A 30 min DABR — 4 Ak , 0%
FKERZE 50 mL & H.

12.1.2.3 S IIRAE AR 25.0 g IR TR v, JH A S AL B W 22 55 Bt pH 7 ~8,60 ‘C KR
Jn# 30 min PABRIERS . 5% K E 48 % 50 mL % H .

12.1.2.4  FFLRRBARBURFE 25.0 ¢ T 50 mL B0 H A 3.0 mL BB (10.2.4) 1 3.0 mL

5
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WARF AL (10.2.5) IR AT B0 25 st K DR R 01 8 45 %2 50 mL & .
12.1.3 fiT&£«

HERIRSHC 10 mL B H1 4 G AR IR (12,11 5 12.1.2) . A 2.0 mL BRI # (10.2.1).5.0 mL
IEBEEE(10.1.1) . F1 1.0 mL EAFRGME WL (10.2.2) . I ZU4R % 1 min, #8532, bR KK 25 76 1 B 2

A 25 mL kR AN (10.2.3) .38 %% 1 min, FFEWR EZAPAZS 0.45 pm GALA HLAH 38 B8 2
UK UEVR A HERE A .

122 UESEEH

12.2.1 @A3EH . Coft, 5 pm, 150 mm X 3.9 mmGi,d) , 5 7 2 M e Iy (B35 4

12.2.2  Wsh#fl: L0+ K (70+30),

12.2.3 i :0.8 mL/min,

12.2.4  #FHH .10 pL,

12.2.5 #4140 C,

12.2.6 A I E5 - 58 G0 28 B8 A A5 R 50 G 4%

12.2.7 fWPK 314 nm,

12.3 R S B9 HIME

FEEL 10 mL 3O JE G L FR A v 2 9 TAEWR (10.4.3) 4% 12.1.3 T4k . BUE 0.45 pm ffLA DL
U TS B VA 10 L 40 ) A A YRORH € 5 A3 Hb 00 A 7 A 06 T R, B TV A VT IR RE Ol A A A L LA
OIS S PR AT AR AL = N N -G PR OB e 1T RN DA AR B 22 s v fl 28

12.4 HHEENE

B s A e IR (12.1.3) 10 L T8 AR G35 {30 o F B I ) 5 4, 00 45 06 T AR, RO A o o 2 74
FIGURE E A9 0 B0 O R S R AR A9 T P47 I E O A TR

13 SERBRA

R TP IR O R S R S i i U (2O R

c XV
X, = 000 B NG D)
K
X, AR PR O B B R 1) % L B e g T 5 (g/kg)
¢ ——— E AR R LB R R 2 B O R S R R R B L B R e B2 T (pg/ m)
% AR JE E AR B 2 T (mL)
m — R BT B R 5 () 5

1000 ——H1 pg/g HA M g/kg BIHRE AT,
THRLEE R LU R SR AR B P U ST 0 G R RS B R R 2 SRR B A AU

14 HEE

e S AR A PF TR B A A P UM S I R 45 58 B0 28 0 22 (AR B 5 R (Y 1024,
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15 Hih

BOREHE 5 g B, AT R R M 0.010 g/kg, PR 0.030 g/kg.

F=iE REBIE-FHE/REE

16 R

TR 2 AU AR B 25 RS DIKE 2% JHIROM (3 - Tl / o i S0 G o 1 36 2 2 S R R 4 . 4
PRI E

17 0+ A

B AR 53 A U B A 5 ik i R 0 4 B 4. 7K D GB/T 6682 L i) — 2K
17.1 k5
17.1.1 W (CH,OH) . a4l
17.1.2 24 (CH;COONH,),
17.1.3 10 mmol/L ZFRE VW - FRHL 0.78 g LTREE . /K f IF R B2 1 000 mL.#E2)J5 £ 0.22 pm
KR 8 R 5 DB A
7.2 bRifEdfh
PR EL L IR IR M bR U & (Co H, NSO; Na) 4l =99 %,
17.3 w1 45 W T, 1)
17.3.1 PR L& I R bR vfE £ 45 T (5.00 mg/mL) #55—k 3.4.1 B,
17.3.2 RO REE IR bRME P A (1.00 mg/mL) #5—¥k 3.4.2 FCiH .
17.3.3 O RE IR AR E TAER (10 pg/mL) 7K 1.00 mL frifEH K (17.3.2) &K E100 mL,
WCE T 1 °C~4 COkRFE TR tE— .
17.3.4 B4 O Bt R b o ot 2 3R 91 TR VA« 4 ) R DSt R R s o T A VR (17.3.3) , FZK A ¢ L i
AL EE 43 98 0.01 pg/mL.0.05 pg/mL.0.1 pg/mL.0.5 pg/mL.1.0 pg/mL.2.0 pg/mL B R FIARHET.
VeV ., AT & .
17.4  #FLIEME.0.22 pm,7KAHH .

18 UI|[/FRE

18.1  VRAH (O 3% - 3% / i A B A HE 55 (ESD & IR .
18.2 M K, B 0.1 mg.0.1 g,
18.3 fHIR /KA .

19 HHTE

19.1 REBRRHEF

FMRBUEFE 10.0 g, B T 50 mL B, F 60 CRE Lk 30 min, RE 25 FEH 2 100 mL i
7
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o K E BRI HES) L 48 0,22 pm KR HCFL D8 B8 3 08 O 46 1
19.2 (UXLSEEH

19.2.1.1 @ik Co i, 1.7 pm, 100 mm X 2.1 mm(i,d) , 3¢ [7] & B8 A 35 4
19.2.1.2  Jaht . H .10 mmol/L L FREE T .

19.2.1.3 BB VEN . Z ILHR A YR AL

19.2.1.4  Ji##:0.25 mL/min,

19.2.1.5  HEMEHEL 10 pl,

19.2.1.6 A :35 C.

A

19.2.2 FUERIEFHG

19.2.2.1 B B LB (ESD,

19.2.2.2  HH 7 X 2 5O Wi (MRMD F9 4

19.2.2.3 i S S 800 I8 Ak 2 f R A5 1R L il DR 38 O 35 S 3L R 88 A 78 10 5 X 1 2 R 3k 3 e
AR IV IE OB PR A E R . SRS SRt e B S U S AL

19.3  #RiEH &R HIME

K T T T 4 s 9 2R BT AR (173,40 2 IR i 8 oy ARG B0 s A ML 2 AR 0 G L B R i i TR M A
1 (0 i WA T RROGS AR I 1) 9 R 1 BT 45 B b v il 2k [ 09 07 R . SR Y PR O i R i TR A o A T R
B M 0 5 e 43 1K1 2 LT % B

19.4 EHMNE

e TR] 9 358 2 P8 7T D0 A2 BeCRE AR (19, 1) 38 TaCRE 9 TR0 B €00 3% R v B 2 i S TR M 114 8 A I
(1] 5 A 8 R — B8 RS AR 9 LT 22,5 00 LA o ELISCRE R 1 5 B0 R 0 = 82 5 9 B2 A 284 1) s v 3 0 b
PR T YA 2 2 i 22 A B a2 1 RO RLRE U0 ] )5 A R A A P O R SR A TR A

1 EURBTENFENSEARTRE

X EFEE/ % =50 =>20~50 =>10~20 <10
VA RHR 22/ % +20 +25 +30 +50

195 EENE

R R P R A RO (0 3% - 50 3% / i (30 45 30 P O 6 2 R 0 1 A 7 ik ) g A AL, AR 0 A v i 2%
THAERE A T 20 O B R B R 1) e 2, P4 I 2 AN D T IR
20 SERHIRA

BURE B O R E AR R B e s (3D I

X3=C><V

m

RNED)

v

Xy 1R IR O SRR LB R Y 5 2 SR N Z e 48 T 50 (mg/kg) 5

¢ FARUE T 2Tt A A R A R PR O R R R R vk L A O B T (pg/mL)
8
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VRS A B 2 R R T (mL) 5
m AR L B 5 ()
5 9 LR 5 T S S 0 1 R T B 2R L 4 AR B B RO
kA
1 T P 25 T 450 7 A S U 45 SR 0 2000 2% R 7B SR 40819 10%
£t

ARTT AR 0.03 mg/kg, EHERHM 0.1 mg/kg.
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Al TRAR SRR BRI S LR AL,
KAl REBEHEREEHE
¥ 5 i ]/ min I/ % 10 mmol/L Z BBV W/ %
1 0 5 95
2 2.0 5 95
3 5.0 50 50
4 5.1 90 10
5 6.0 90 10
6 6.1 5 95
7 9 5 95
A2 TE TR S % A
a) BYEHIE.2.8 kV;
b BEFIRIEE 110 °C;
o) MRS 450 °Cy
& BIEFIR(ND R E 700 L/h;
e) %%L%(Nz)bﬁ%SO L/h;
D PR QIR R 4 HE) Q3 (BAA i = 43 H)
g) RS MAEEE I EHA,3.6X107° mPa;
h AR 2 NI (MRM) ;
D WO EEE IR NS % O B I R PR R S O B HE L RIS AR LR A2,
A3 IEBEFHEAHREES % LM
a) BEHE:3.5 kV;
by BEFIRIEE 110 °C;
o) WEFIAMREE 450 °C;
) BEFIR N R 700 L/h;
e) "Eﬁ?L%(MMﬁ%SO L/ha
D AR QLA T 43 BE) Q3 (R T 70 B8 5
g) RS NAEEE S WA ,3.6X10° mPa;
h AR L2 R I (MRM) ;
D HOFEEIFEB RN S R E] et E 8 X LR & R fEE LR A2,

10
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GB 5009.97—2016

s £ B3 Bt ] 7€ PE B X 7E B X HEFLH R filf 4% fig 1= o3 B4 At ]
AN
min m/z m/z A\ eV ms
e e 178>>79.9(ESI ) . 25 100
e 4.02 178>79.9(ESI ) 35
T R 4 202>>122(ESI™) 10 400

11
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Mt & B
HEESEHRBRMNRERRBILEE

B.l REESEHERMNINERRITERNSHERIEE

P O G e O P B s T AT A S SO (3 TR LT BT

©
o~
[=2]
)
k5
z
300+ o
T
i)
52004
>
g
©
(e}
o
100+ <
%
J :
0] L—&%—MM%H—JM Anr
X:0.364 5 Minutes|
| Y:0.012 0 mvbits
-44 T T T
2.5 5.0 7.5 10.0 12.5 15.0
t/min

B.1 REESEBBMNIRARRO0.5 mg/mLITEXLEFEHNSHEEER

B2 HEEIEBMBMIMERRITESY N N-ZSRCREHEBEE

PO A PR AN AR VIS WA A 7 ) N N- U OO i (T B2,

0. 008

5. 351

] \
0. 006 / \
= ] |
0. 004 ) |
0. 002 } \
] ]
0. 000

1. 00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
/min

B B2 HCEREBMEBWIRERRAO00 pg/mLITEY N N-—FACREHEGIEE

12
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B.3 ACERIEBBMNIAERRNREBIE-FRIE/ KL E

P O 5 S R 1 A e v A YA YRR € - 3/ B 1 DL B3,

178>80 (Sodium cyclamate)

4.03
1004
%]
O ] 1 1 T 1 T T T T T T T 1 1 1 T
2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
100 4.03 202>122 (Sodium cyclamate)
-
0 T =er==Trpr=rr=rr=r=t //MiN
2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50

B B.3 RCEIEBERANRER RN EERE-FHE/ L E

13



