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hAMEMRA (REH. M8) P ZESURZXEBERN
RIR M —IR QA

1 SEE

ASCAERE T 2id S (CRAER . 8D v Bt ik B PR DR 7 72 Fr) ik
FIFIMEE. BT 45 3T

ARSCAE R T A2 KO CRIEN . M8 AU Aok BE i R, S e R Ay
19 mg/kg.
2 eS| Al

B SO A P A I S BRI S T SR AN AT R SR Herr, A Y
SR SO, AR H AR RRAIE T AR SO AN H I S Sct, HBoliRAs CRfE e
B ) & T AR

GB/T 6682—2008 737 S =8 FH 7K AA% A58 77 2%
3 RIEFENX

3.1 MR sulfur dioxide residues HZG5# . X CLEAEIREE . AR A LS
T AAFAE ) B AR B RT3 A ST

3.2 ZHEAMERIRED sulfur dioxide probe FIHRFFMERUNEARER B 1. 7= A2 2 S
FOER T (BROTERIR A S

33 KR limit of detection 4% A SCAFRLE B BRINE , GEWS X /0 #E i 2 E1 5 BRI
BARIRE (19 mg/kg) -
4 [RIE

TR ERETE S IG 710 nmAb A — B RO ST, RES T B B ) AR A
WHRBUR K PRI SRS 7 (SO:>) , AEALRIRET MK B 19S0s2 A 5 7k
W L, K PV AR B AR B TR BE T, DG BR EE AR . AR TR SR H O R ST A it o
AR AR i B HEAT E R
5 i FasrRE
5.1 BRAESAME, Fra kA Asral, S5 = -HKBAFAGGB/T 6682—2008H1 — 247K (1)
K.
5.2 =R HILEIEHLL (Tris) « 4rHr4l.
53 “HIZEMK (DMSO) : 4.
5.4 BERR: SyHral.
5.5 AE AN rdials



5.6 “EGERIRER: WBSRA.
5.7 REFICH): BUREN10mg, IMDMSOWfiE, EAZE1000mL, HE T4 CHHBOLLRTT,
#H
5.8 AR rbrals
5.9 WHRRREN: ARAEVIR, FOCRRR. ELATR CASHE . T, AT E WKL
4 =>98%.

£ 1 WHRERHXTREPCEIR. EXLHR. CASS. 47 HNGTRE

H AR YEL LR CAS*S Pan i FEXE 73 it &
DR sodium sulfite 7757-83-7 NaSO03 126.04

6 NFEREE

6.1 JisrZ—43 iR

6.2 T HrZ R

6.3 KL

6.4 INIENR Y 4

6.5 K

6.6 B0

6.7 #WiA%: 100 1 L~1000 u LF10.5 mL~5 mL
. RWIEM, 50 mL
6.9 BLE: RNMMI, 1.5 mL
6.10 ZOLA LT

7T FRTE

7.1 WEHEE

R (e NRIEAEZ ) (202548 PR G@I0211 2544 AR BURREIURE .
WOREBR R AR T, ROBE S RE 2 RS Gy, AR IERE 55008, KR, 350, WA, %,
TR AL AR AT
7.2 WHRBERSHX BB Mis A &

K 2 FREOI AR B0 B 10mg, B 100mLEfH, INTrisZZM i (1mol/L, pH7.5) ¥
f, JERMEBEEZIEE, B4, HRAE I mL A W RTERAN0. 1mg K R S P 48 T
7.3 FrAERIZ A&

57 FH AR5 254 1) TEBRAE i A DA 2R TR PR VA, B BR IR - R AR 2 0.2gFE M,
BHTS0mLEOES, BEMA0 1% E MR 15SmL CRHEE1:75, FiEAMRIgmL) ,
FRE, 2R 0min, £ E0EE0 (10min) A5, # BERMTisZE M’ (1mol/L, p
H7.5) %A1 R A B S B R I 47 IR R 210 1) AR [ 34 B8 (0 o VAR -

2 it h eV T )
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NaxSO; W% (mg/L)  FEFRIEM (uL)  NaSO; bR B (L) 2 IREHER (ul)

1 490 10 500
2 480 20 500
5 450 50 500
10 400 100 500
15 350 150 500
20 300 200 500
25 250 250 500

7.4 I FERREL

FEHIREO2 gid ke, B T50 mLELE Y, FEIMAN0.1%EEMNERLS mL CEHE L
1:75) , FRE, ZIEHREN10 min, £ E 0 (10 min) AP, BUE{EW250 uL, A 1.5 mL
BT, FEAIA250 pLTrisZemMl (1mol/L, pH7.5) . HIAS500 pLiJ#REHER, 60°C
K10 min, JHGHEAH 2 =R .
7.5 WHDIHKEENE

R (R NRFEANEZ550) 2025 AFERRIGHEN 0405 5650 BRI E Ml
710 nmAb PGB (BORPEA: 680 nm, KFFHA: 710 nm) o MRtk £ sz Hft
AR TR B AR PR B, TR P AR RN B i, WIS A5 R LU R 2L 0.5079 (T
BRI o A mD , A3 A A .
8 LERFIME
8.1 PR

AI7iER R 919 mg/kg.
8.2 HMLE SR M

FERPREER: RIEK . Bre AR = AR 400 mgkg: HEKIEMR LS
(hAe NRILAEZ ) 2025 FhR— & MBI FRE, TLHMEH S (hie AR
FEZG) 2025 AERRPUEE 0212 Z5AFFIAR A #G se d@ .



BISRA (BERMEMR)
ZEURIRE A
Al IREEEK
A1 SERNAF S
RAL SRR SR

LSl i RS R AL
IR srifrat KA BUB AR A R A 7
[ 2% — vixiELH KAy BB AP AR A7
N et [ 25 SR A 2l A IR A 7D
B IR B et AEEH REF A R A 7
—R vixiELH Mzt CRED B HIRA A

A12 SERR{LER

SR IHR A (Bruker AVANCE 11400, A5, Jit) ; s Hilugut— 47y
B[] JiE B4 (Bruker microTOF-Q 1T, &, EED ; KA W6 E 1T (Lambda3s,
HEBRER, EED 5 AR (Fluoromax-4, HORIBA, £H) .

A2 REBIERR

W

/N
W, W, 4 "

Cl a .
+/
N ANF N + @\ > oH
/ \ o)

o 999
X
IR CyOH

KA1 BEFER:  (a) MeCN, K2CO;

TENI G B IREM A R R AR « B TEKBRERST (4.0 mmoD) AL SR
(1.0 mmol) FAIZE =} (2.0 mmol) IZNE (5.0 mL) &R, BARTHATHRY, Hidt:
SOBPJETHE F60 °C IR M4/N o NRAEI B IR I, SRR IR S 5 R Bt
ATV AR, AKKCA0.1 mol L BhRVAVR . WRIBRIREANIE W . A Eh K Bk, AR HLAH,
FTC/KBRBRENHEAT T4, DR IR AR 2 S Ge i, 108, A HUAIROEIRYE J5 4 20770 &,
B34 CyOH. 'H NMR (400 MHz, DMSO-d6): 6 8.26 (d, J=14.0 Hz, 1H), 7.58 (d, /=7.2 Hz,
1H), 7.55 (s, 1H), 7.39-7.41 (m, 3H), 7.24 (t, J=7.2 Hz, 2H), 6.66 (d, /=9.2 Hz, 1H), 6.57 (s, 1 H),
6.14 (d, J=14.4 Hz, 1H), 3.64 (s, 3H), 2.63-2.67 (m, 4H), 1.80-1.81 (m, 2H), 1.68 (s, 6H). 13C
NMR (100 MHz, DMSO d6): 6 159.6, 156.0, 143.0, 140.6, 138.3, 136.7, 129.6, 128.4, 124.5,



122.2,121.2,120.1, 115.0, 114.6, 110.9, 102.1, 99.8, 48.5, 38.9, 31.3, 27.8, 27.6, 23.8, 20.4. 55 /%
P, FABEN: CaHaeNO2: 384.1958 [M-1]"; Kill{E A: 384.1939 [M-1]".
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PIRER: MRERLE - MEGRIN LI, SN T2 KR,
KAk Mitc. Hrdd. FRLEAREPAMELHE, HIEZH KR TRME G,
CARSEBLBTIE < Bids. A P RIESE0-S], fiy s B2 h 250 A b ik B 1Y
FEORYE, AR AR PLEGRER (0D SRR . TR K AR K
T B R Eh SRR A EE (SOs2/HSOs) W9, LS AMRPAR . 1 T iliE
S AR B N PR SR S0P, 51— RPN BSOS AnE g i . ok
RINRERTL RS . BIURIIBERER G ALOISE . 25 — S AR A b AU 2
MR B EARMIESMRIE, SR, 20 254 % 2 R
BAMAGEAEN, somh2iEst it s e, Eh 2 il ARE ECIA IR . RS
ARG, EEEHENREAERE, AT 125U E bRl FEE R .

(i NRFLATE 25 30) 2025 SERi CPY#ED el — SRR 10 77 254 R ki
SEVE S SR M B T A =Rl . =R VEAE I oA I — AR 0 i
ol FHPEANSR . BRI, AT H B B AR SO IR AR &, VL
PRI SR AR 10735, 35 B ATEUA I 2581 Stk B AR 1 5 e R B X
AN, Dy rh 2 AR S BB BUR (0 50k, D 2R (RS E T A R R A
il R A1 EE AR

POCIREALIHAR DAL m R L ARRF R S I BAR AR A 2R e il e
TINA R B R A AR & B I E W S ol PR, ATH L&
TR ERE, B RIRE S R 2 R 1) R R R AE R AR SN S, R
TR IS R B AR S A A B B AR S R SO IRER 5 AR
RIS PR N, S R I 24 T AR A R i B R ) B G IR s B SE U i

AT H CARAE K A 55 AR Z 4 BEAT 7 iR 500 78, oAb it b 38 FH PR 5 5

A5k .
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1.1 KRR S
R 1 LBk LR

W 2 FR Firs R VA

2.3,3-— Hi g mg srHrat KAy BEARH A BRA A
Tt H e sy i 4t ZRFET R R A A
7L sy i 4t ] 24 B A Ak 2 il A BR A 7]
() 2R — Ty Paniga KA BRI A A
TRIR 4N Paniga I 24 45 A1 b 25 A PR )
SN Paniga b RBFHEA R A A
VKBS R Paniga Pzl e CRED BEALZFHEIRAF
Tt T2 I Paniga Pz e CRED B HIRAF

1.2 SERAYEE

PR ILIRIEAY (Bruker AVANCE 111-400, fig s, Fit) ; mo#ly
AT — RATHSTE] T 354%  (Bruker microTOF-Q II, A& 7w, EE) ; K4 ] W5
HHE T (Lambda3s, H&R/RER, EED ; 2661 (Fluoromax-4,
HORIBA, [E) ; /NhWiE ik pifgi¢ (VISQUETM InVivo Smart, Vieworks,
ERED .

2 HREFE R

o] Gl CH

. ron 4 OHC o
’ \ f OH i
2-4 c Q‘\/ ¢l Y‘@+ s .,
= o
N s ~ N =
@':%; CHyl w
7 s v IR
N N

I
27

K1 %14 R: (a) DMF; (b) ZJiE:; (¢) CH;COONa, BEEEHET: (d) MeCN, KoCO;

2.1 B 2-4 AR

K =EBE (20.0 mmol) H S HHE (5.0 mL) EWRAE 0 °C FZEWIMA
FH L FAE A% (26.0 mmol) PR CUEH (5.0 mmol) ) & ke (10.0 mL) H,
IR R BIEAE 0 °C TR HE 30 2385 [FIA 4 /hiE o A EE BN 200 mL UKK
AREPUENTH, TUE, KR UiE RS &Y 2-4.
2.2 A 2-7 KA R



¥ 2, 3, 3- = HEEM W (10.0 mmol) FMLALE (15.0 mmol) 1) Z M (10.0 mL)
VERAE 65 °C IR 4 /NN JE V0. SNV R E R S O AT H, o JEIFR
IK R GRIEE JET1, 1FEMLEY) 2-7.

2.3 A IR AL

B &) 2-4 (3.0 mmol) - BEEREN (6.0 mmol) FfLEW) 2-7 (6.0 mmol)
RGP CREF (20.0mL) 1, JAEHATIRYT, $iHE 5 208055 Bl ORR
15 70 °C NN 2 /N W ETR RS IMATK LBk, A K =SB AE AN H,
PRI TOK OB G UEVE, HEENT B (A R HEE=20:1, AR #3
&4 IR . 'H NMR (400 MHz, DMSO-d6): 6 8.23 (d, J/=14.0 Hz, 2H), 7.63 (d, J=7.2
Hz, 2H), 7.40-7.44 (m, 4H), 7.26-7.29 (m, 2H), 6.30 (d, J=14.0 Hz, 2H), 3.69 (s, 6H),
2.70-2.72 (m, 4H), 1.83-1.86 (m, 2H), 1.66 (s, 12H). *C NMR (100 MHz, DMSO-d6):
5 172.5, 147.6, 142.8, 142.6, 140.9, 128.5, 126.0, 125.1, 122.3, 111.4, 101.9, 48.8,
31.6,27.3,25.9,20.4. S0, BIR{EN: CaHsN2Cl: 483.2562 [M-1]"; Al
i N: 483.2539 [M-I]*,

2.4 BREFIE L

REF & R 2 an & 1 oo K o/KBRER A (4.0 mmoD) MMAEY) IR (1.0
mmol) FAAIZE M (2.0 mmol) MIZME (5.0 mL) ¥+, BAETHATRY,
BidE 5 B ETHEZE 60 °CB 4 /NI o RNRA A R ZIREEIE, IERIRER
95 5 P SR AT VAR, RV 0.1 mol- Lt EhFR VAR . M ANEY IR S AN VA R
A EhK B, WEEANIAE, HICKEBRERANEAT T, R 2 S P e
W, T UE, AN R EAEET 05, 15 217R%F CyOH. 'H NMR (400 MHz,
DMSO-d6): 6 8.26 (d, J=14.0 Hz, 1H), 7.58 (d, J=7.2 Hz, 1H), 7.55 (s, 1H), 7.39-7.41
(m, 3H), 7.24 (t, J=7.2 Hz, 2H), 6.66 (d, J=9.2 Hz, 1H), 6.57 (s, 1H), 6.14 (d, J=14.4
Hz, 1H), 3.64 (s, 3H), 2.63-2.67 (m, 4H), 1.80-1.81 (m, 2H), 1.68 (s, 6H). 3C NMR
(100 MHz, DMSO d6): 6 159.6, 156.0, 143.0, 140.6, 138.3, 136.7, 129.6, 128.4, 124.5,
122.2,121.2, 120.1, 115.0, 114.6, 110.9, 102.1, 99.8, 48.5, 38.9, 31.3, 27.8, 27.6, 23.8,
204. 5 s, BN CasHaeNO,: 384.1958 [M-I1F; A& ili{E Ay: 384.1939
[M-1]*.
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Intens, +MS, 0.2-0.2min #(9-14)
x10 483.2539
4 [M-1]*
3
2 485.2516
484.2561
1
486.2527 491.2628
4922660
487.2586
. 4812625 2
I R=AN A i
B4 {b&Y IR FIm 5 i
oW L N LN oe Qo - L LR ————
7 PRV PP Y \ 7 377
A HICyoH
i
1 1 1l

M i H [ I

e Wit i S e - -

g 8538 %2 & 8 g a3

9.‘0 8.‘5 8.‘0 ?.‘5 T.‘O 635 &IO 5.‘5 5.‘0 ‘1.‘5 4,‘0 3.‘5 3'0 2:5 2.0 J.‘S

K s

1 (pp)

BEF) TH NMR



2 = L e
A R 9oWE SesNCQ nEo 83 v cSoF
T TN RESXI2E 27 T T

ek

T T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10

1 (ppm)
Bl 6 #REF 1°C NMR i
Intenos4 +MS, 1 0min #(59)
X107 384.1938
[M-1T

2.0-

1.5

1.0

4412490
05! 4532472
4292537
bbb I...n.L b lovie o e vt o Lll. |I. I _— .

0.0 ot

K7 RET I 2 P B

3 LT TOL R SHEREFT R

N SARE 5 AR R NG PR ARG R G AR, TERIA R (PBS,
pH 7.4) X HIRE (Spmol/L) PLALIREF AN FAEE SO (0 50+ 100
200~ 400. 500pumol/L) J& /M 30 min J& (58 Yo R EF AT . 45 Rk 8 B
R FEBOCRIDEE S, SO 710 nm AME — B BRI RS O E T



F=0.14) f%E SO3KRFEZMIIEIN (0~500umol/L) FREHE 710nm N H) & 5 Y5
BETIRGS, FIZARET A E 6 R S GRS T A ERAT AR B E

600 [ &t |

wREF 0,
[ ixet +100 m 501
(&%t +200 uM SO2

et
= Inet +:>0{) uM SO

400+

Intensity (a.u.)

2004

T T T T T —
680 700 720 740 760 780
Wavelength (nm)

Bl 8 FHIRET (5 umol/L) SIREFFIIAAFRKLEER) SOz (0~500 pmol/L) J& H2 't i
Bl WoRkBEK: 650 nm; KEFHEKEH: 650~780 nm

3.1 TOLIRE N WARER & VR 57 8 £k R BRI T

I E AR SR A 1R N R IR IR BT, SOGIRAT (e B 1 A2 phoe R RN fE
MEESHL o NUEHERET X AR N & — 1, JATEE— DB T H I
B A AR BRI B TP . R PO EREE (5 pmol/L) HEALE, AL,
FREREN, TRERHT, SR, BLHy, BRI, WULEh, BRI, AL, BRI
B, BRIREEN, HIRTN, BEERN, GREREEN, R BN, BEIREY, ABCH K,
PR, WARBRINEATIRS, N 30 785, R SORIERIN 5GAe. 4h
FRANKE B 9 o, SOGCIREE X HLAR B B 7B Wi N o i 45 R B 9O IRET X SO5%
HARGF IR, UM ZAR A S SEIAE S AR R AN A0, ARk N DL e b 2
B rbo A AR AR AN o



25

20 4

NEEEEEEEEIN Y

K9 e ERER (5 pmol/L) X AR Fh i AW BR EE LA K B ES - (500 pmol/L) fma v (1 4

oy, 2 EARER, 3 BREREN, 4 TRIRHH, S SEL, 6 tifkih, 7 HREREY, 8 Witkih, 9 IR1L

B, 10 FALEN, 11 BREREN, 12 BREREEN, 13 AHEREN, 14 BEEREN, 15 MIREMN, 16 Bk —
SN, 17 BERREN, 18 ARBEHAK, 19 BBEERR, 20 WATEREN)

3.2 Wf[E)5 pH X 3tERE 1Al i me

AT B RBOCIRHAE R A RIS, B8 TIRE S SO:2 [ R
i) BA A pH AE ST REHR B PERERIR2 M . WP B 10a, 7E2¢GHEREN T (Sumol/L)
5 SOs* (500pumol/L) [ 30 7345, WOGIREEEIFEE . 74, @it % PBS
R pH E, KIASE pH T I5E6REE . 45 At 10b s, eJaREr 1
(Spumol/L) £ pH 6~9 F¥JRe{RIFEAE, 76 pH H 7.4 I, RN EBEF, IFH
TEH 5 80> (500umol/L) R J&, TAA pH Z IAI35RE =45 BA &2 i A T B%,
R I I HH A B 5 Bl P VAV R B A U

700+

600 z =
= 55 | £ 500 ,.-;:.-r::::::r_- T

&, E i,-'.i""r

> £t =

= 1 ~ 500 =

: 400 A o= -

E B 400+ $E5445032-

L b

2 < 3004

8 200 4 g

g T 200

3 100 4
5 1004

0 T T T ]
0 5 10 15 20 25 3 0
T T T T T T T 1
= REdE 30 40 50 6.0 70 i4 80 90
a b

10 a ZOLIREN S SO N5 ZOL IR ALK b AF pH 2 F FHREHS SOs%
SRR S pH B AH K

9



3.3 HEEXT ERRER £L )€ B sE

B E OGRS S AR A& B LKA S, B R TOIRE 5 A RIKIEZ R
SOs2 (50, 100, 150, 200, 300, 400pumol/L) [V &, 7E SOs2 ¥ & 50~400 umol/L
TWHIA, FOGIRET 710nm Abf 56K S AR E (F-FO) 5 SOs2 K FE X
(IR e ME AT E &, BFrqERIZR: v =-0.00206x +1.099 (R2=0.998), & H W& 11,
DA b2 B 0 P E I 2 ERENTE 710 nm A2 GE R, @G LT
HER R E B SO 1K IE .

L1 At y = a t bex
i bod ] B
- BA 3%
bl ;\ i 1,099 = 0.00535
| e —0.00206 + 5. [G808F-
0.9 BRI 4. 81778
T Pearson” s —0. 99908
0.8 R )7 (com) 0. 99812
' PR 0. 99749
0.74
o
e ]
“ 0.6
0.5
0.4 \
0.3 o
0.2 T T 7 T ; ; . ; S

0 50 100 150 200 250 300 350 100 450
WE (UM)

B 11 R SRR IE SO MG T 710 nm 4% EA S SO IR E &M X R

10



B8 BB TP SN E TR
1 kiR

P i R IR 5 B 1) AR 2 B U 7E /K TR BB R A AR R &R, 7E pH
N 8~10 AT, ZEAMBRAEK T LUERBR L AAFEE, W (SOs>) 7]
DAFI Z A BRAR ST 0, B- AR XU BEAT PR L 58 BRI IR N, S BOE R
C 5 2R (B] A LR O, MR [ ICT Rk, 330710 nm &b
(R RS BEAIS,  BEAE 7KW T SOs2 Mk B2 1Y 9 2 Y R S AN G AR ik 55, 1 4R
B RISR 986 R SRR i A B R B AT R B E .
2 LA SR
2.1 EHAXER

FZ—% 11T,
2.2 SERRAF S EH

SRR (U RS oiral) , N, N-ZHERB (LR
KE L el , B (EZERARFIERARD , NaSOs (hfaft, fit5:
190224-201901) , DMSO (AbLHEZEKFE) , ToKLEE (H 254 B2 55A IR
AFD , PBS (BT , /K R MBVERMEY (b7 kit 24 H]
AWRARD , AEAENRF (B2 o KRS A MmA MRS E
H, fdE (P ANRITRIEZG ) 2025 4R (DU S ALBRI T BRI 2 %
Mg, FHRNE2 .

* 2 TEAME A ENE LS

B 5 AR o AR
(mg/kg) (mg/kg)
RAeH 1 1555 e 1 1831
Rk 2 3296 Tk 2 3893
KAk 3 2105 e 3 2285
RAEH 4 4937 T 4 1756
KAk 5 3283 e s 2182
RAEHD 6 AR T 6 AR

3 BREHERE S T
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N GG 5 AT DA TASIIRE 2404 o 1) S0t , SR PR I A 25 77 3256t
SRR SE R AR, BEAT WP ERER, A AU ARk B i 1 A0 B 9 2 5
B L BRSSO A5 T T AT % 5%

3.1 EREFKTRE

WERIFREARENE T DMSO LB 1 mM &R, BB T 4 °CH5 BG4
o WA AR i &M% 10 mL A&, FH PBS 2209 (10 mM, pH 7.4)
WRBEERE, 5. BURRET PZOUR GG IE .

3.2 HEHES ZE BRI RH

e RAERD B8 S AT B S A S B BORE SIS ARy, RS EARE 1 g,
BT 50mL BLOET, FBEIMAZEMIK 25 mL, FRE, RIEZR 30 mn, &5
G (15000 rmp, 10 minD ARFR)S, B EIE 0.9mL. KA SR HRE S I A E
BRER BNV, A SO M N 400mmoL/L , LAE 9 MREIIATOEIRET (5
umol/L) , M 10 min, I5%EH 710 nm AR NAEA CGHURIEEK:: 680 nm,
KB 710 nm) o 45 RIS B IR TR PR . IR T
DA T 2 — S AR iRl o

" WE (T
2.0x10 % (FwR)
KR (&)
1.5x10" - -E-f.(iﬁg)sr
O 1.0x10" -
5.0x10° -
0.0 e e o

720 740 760 780 800 820 840
Wavelength (nm)
B 12 thgh, BiS AAT S ERER BN I 28 GmE OC &
3.3 e T AL B TR
PRSI EE 2 52 F R (R NRILRIE 2580 (2025 4EAR VU 3@ 0211

12



DIME RV BUORVE R, . TENURRIRAE I R, R IRE G B RS2 B35 5, HOR B4R
RUEFER 500 g, #ofE, I3 50, WA, %W, TTHERIEARE. WERE
lg, BT 50mL BOEY, FEMAZEMK25mL, FRE, ZIEHEE 30 min,
ARG . AEAI BRSO 1 g, RERE, RESAF TR L. &5
HESC (15000 rmp, 10 min) AL JE, MIARIEIRES (5 pmol/L) J& ¥ 10 min,
Bt E 3L 710 nm AR FOBEBN . N TE TSR, BEEXREBIE RS
T, SRR RS, R EEREIC R, 25K 13,

N

B 13 ANEIAIT B A B it 7 NG AR 6 R CRES AR IR . ASIF IS B AN 25 B it )

PRSI B REROE R . MERANEMANEHRAHR S 1g, &
F 50mL EOEF, REEMAZEEK 25 mL, FRE, FIEZRHE 30 min, R
WA B (15000 rmp, 10 min) b3R5, HUETEBRE A DURAIEE S
VEVR 78 BRI R I SEEHAT (Sumol/L) J& & 10 min, Fifi /& 3 710
nm LM RHAEBN . T TG R, HEEREBIE RS TN, ERE
I =R S BR 5 5 5 N R i LU B R, (R B R S S B MR
PO A I L 5 niR B BT BRAR, 150 B 2 KA 0 8 SR A TR R T

K 14 ANFEREMTOCRB AR (FEMKIK: B R RIS RIS B e 5.

13



MEAEE, BEAAER. AAAEER TR

3.4 &5k

A LB LR R KIS R ) SO G RS B, LG BT RE Ty,
Rl —F R SR I, SRR AT SO A B POGERET F T A 2
h AR R B R, ORI R R R, AE TR R AN [F) R R T AR
Ko JaBIERE EATAbE, BRARER T3
4 EWFHRR

I S0 2% 52 T A R W] ARSI 2404 o (1) — S84, JEX A AL B VR AT )
MIRE, RIZRNARZATE, BT DR U (8], 2580720, $REBUR
pH, PREMKEEHHATIR BRI
4.1 EHRFEFRE

Tris ZZP: RN =F2 R AL e 121g. MKV fR)S, EZZE 1000mL.
W fd G R T pH N 7.04 8.8. 10.0. IREFACHI: BUR%T 10mg, I DMF
W, EARZE 1000mL, EANFEEHR, %,
4.2 TEHRERGXT HE i VA VR I 1) 2%

LB R A0S IR VA S AR BBO AR R A0S i 10 .01mg, & 100 mL &

o, N Tris 2R, HERMIBERZIE, #2251, HIEE 1 mL & EMEREN 0.1 mg
[R50 HER ot T 8 VAT
4.3 REURH pH KR

W RACKIRE S | WS it , A% E 1g, BT 50mL BO0EH, K%
A pHE ¥ 10.0. 8.8 7.5 [f] Tris ZZMVKN 25 mL, FRE, R 30 min, &
R B0 (15000 rmp, 10 min) ZbFEfE, HCEEW 1.0mL. IIAZEGEREE 1.0mL
(5 umol/L) , JZJ¥ 10 min, Z%J7E 10min. 20min. 30min. 60min 7€ 710 nm
WErEAE GRUR B 680 nm; KFFHA: 710 nm)  MWESRE WK 3, K
£ pH 2y 8.8 I HOUERAL, HIOGHBELE 60min AR/, BLHHAE Tris
bl (pH=8.8) 1A &R H i e A€

3 AFEARIGK pH A OG5 AL
14



PR DGR DGR

Tris 271 pH (10min) FRIEIRE (20min) (30min) (60min)
7.5 64069600 64534900 59523900 62009100
8.8 54012700 54835300 53856300 53885000
10.0 66625600 64144500 65867100 62454500

4.4 TENRERR

BURET BER A HIBCHIN 5. 24 1pg/mL FIEREMETI, 43 BRG 2 2 BB RN
XTI & 02 mLy 0.4 mLy 0.8 mL. 1.0mL. 2.0 mL. 2.5mL, # 50 mL
i, H Tris £ (pH=8.8) EAEZIL, K% B IO MA R 1 mL,
A 1 mL BREHR, BZREN 1 mL & AR 2ug. 4 pg. 8 pg. 10 ug 20 pg.
25 pg NI VAR . 60 °CHEE 10 min, MEAHEEIE, WE. LIIOBHEEL
CERWOGEE) PR, IREE RS, SHIbrAEIIZE . 45 B RIS IREIRE N
2ug/mL B, SHREFIIRBITEA:, HRMEIC RIS, BT UIREHREEEH 2ug/mL,
SR K 15,

50000000

45000000

40000000

Sheet 15IBMILEDL &
Sheet 1FICHIL R &
Sheet 1D L EL &

35000000

[aa]

30000000

25000000

20000000

15000000 T T T T T T T T T T
0 5 10 15 20 25

15 ANEERET MR FE ARt i 2
4.5 RPT R LZARBUS THIHRER
W RACKIRE & 1 WS AN, FE%ARE 1 g, BT 50mL B0, k%
A Tris 22 (pH=8.8) N 25 mL, REUCA FHEETT UAHREUN 8], e H 710
nm AP FOGE GHUREK: 680 nm; KSHFHK: 710 nm) o JESE R WK 4,
25 SR IUINAR Smin PGB RAC, PR H R MR 564

15



R4 ARHUT AR U A 9 AR A

Ab PR T5 5 WIGIRE Ab PR T7 5 WEIHRE
#87 30min 60069600 60°CHII#4 30min 60009100
#8 7 20min 58012700 60°CHI#% 20min 59185000
#E 10min 60625600 60°CHI#% 10min 42454500

#BA Smin 60534900 60°C/N#4 5Smin 37794100
1R 30 40 8h 54835300 =¥ 30min 55867100
12l 20min 57144500 =¥ 20min 57724300
121 10min 59523900 =% 10min 54762500

2 5min 58056300 % 5min 54184600

4.6 5w

TR AR E], $REOT S SRR pH,  PREMIREEHHMTIR R WAL,
B B E FE I8 S5 BRI 3 S0, A Tris 20 (pH=8.8) #2&
B, 60°CHEE 5 min, #55), FMSLIERILIE, B4, BCEM 1 mL, JOA 1mL
WEH, 60°C WEHE 10 min, MEAME=E, WE.
5 FeahillE
5.1 W&

of B SISV 0] % S AR IO AR R NS B 10 mg, B 100 mL &,
BN Tris 22 (1M, pH7.5) V&f#, IFMBEEZIE, &5, #lE | mL &6
M 0.1 mg FR%F HEL A I 45 VA 9

PR MIE R B & BURE 0.4 g, FEEFRE, fN Tris Z20K 10 mL, 60°CHF
& 5min, $£5), ARFLIEELE, RIS . BUJEW 1 mL, A 1 mL #4H%, 60 °C
B E 10 min, RBAIE=E, WE.
5.2 RIS IEICEEN E

PO ESE (R EZG M UESEND WE, WEH 710 nm AR GE
Al BRI 680 nm, KREHEK: 710 nm) o MArdEdh£E B AR i
S AR BRAR VR EE, THERE S P AR ERAR & &, 145 kL 0.5079, RIS
ANB S =
5.3 HIEEEE
53.1 &EREEE

73 FKE a5 B B R P &5 02 mL. 04 mL. 0.8mL, 1.0mL. 2.0 mL.

2.5mL, & 50 mL &, H Tris 2 E B2 2B, K% s DO IR S 1 mL,

16



IO 1 mL 8REFR, WAWREN 1 mL & AR 2ug. 4 pg. 8 ug. 10 pg. 20 pg.
25 pg H R AR 60 °CHEE 10 min, MIEAE R =R, $2<5.2700F 254 E .
A GAE AR (BRBOGIE) NAATR, WREENRAANR, ZxfilbniiE 4. 4558 WK
160

—m— B
AN E of B
7E7 K y = a + bxx
. 2/ B
6. 507 N & e
' i 7.85764 + 0.00287
R -0.01205 + 2.53041E-4
6E7 BRI 4. 56376
Pearson’s r -0. 9989
5. 5R7 RF-J5 (COD) 0.9978
PR AR 0. 99736
[aa)]
5ET7
4. 5E7

4E7

2 4 6 8 10 12 14 16 18 20 22

&1 16 HrifE 222k i % R

5.3.2 B ERK

BUORAERFEM 1 AR ER, R R 1.0 mL, 1A 1 mL #5H#. 60 °C
BEE 10 min, IEAMEFIE, #3270 F&ARESE 6 I, RACKHFET I
WICHEEE RSD 4 0.22%, R % HE R AT
5.3.3 faE iRl

BORAER AR 1 AR, R R 1.0 mL, I 1 mL #8418 60 °C
B E 10 min, WA EER, 2%0F 0. 0.5, 1. 1.5, 2h, 52700 F &4+
Mg, RAEKFIEHEIE RSD N 1.88%, FWIMER TVAW 2h Py FasE M R T
5.3.4 HnieEe R

BLE R S B RIEM RS 1 CBER 8L &8 1555 meekg? 6
Uy, B34 0.2g, FEEMRE, B 10mL B.08d, 0 Tris 22849 9.016 mL,

TARALBRERIEAVR 84uL, 60°CHFE S min, #E5), FAMMSLIERLIE, RIfS. HL
JE 1 mL, A 1 mL #REHE, 60 °CHEE 10 min, MIEWQ A EER, $%45.2700

17



NI, THERIER R AR A, PRI N 68.6%, RSD N
RSD 4 2.66%, FBZINERIWCRE . Z7iEwE— L.
5.4 Z5ip

RO E R IR R A 7, R BRI i — P Ak
6 RETERMN
6.1 RBUABIRERER

PAEERRRAER o SO2 B B AFEZEHRRR, XT 0.01%. 0.05%- 0.1%. 0.5%.
1% FLFPAS [F] () NaOH ¥R B2 EAT I 5 AT 45 FANZG L e v Luxt, DA 4 bb s
e AR EIRKH 0.1%NaOH K FEMH B AR R ALK i SO, Bk B B d e, HIOE
¥ 0.1% NaOH ¥ FE SR BURIRE BUEBR 244 (1) SO2, WK 17,

RO 2 52
100 85.82 87.19
g0 7199
5 oo 41.36
R 4o .
t 20.58
[l
o T T T T 1
0.01% NaOH 0.05% NaOH 0.1% NaOH 0.5% NaOH 1% NaOH
K17 BRI R R
6.2 T RKER

AR RAEH T SO S EAH &R br, IRRAFKGRBUT O, =i,
A &) FIERECR, 4R EIRR M B IRIRIE RIS AR AEH ' SO.
(RIS B By, WO A R IR IR I 7 AR U L2544 7 1) SO, ILIA 18
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BT X%

1004 — 81.71 83.46

80 - 67.60
= o 51.18
K B
& i 33.94
H]I 40

20 ~

0
40 °C 60 °C 80 °C
pijiER" il 2if

K18 3BT IRER
6.3 REUN IR
CAREGR R AEK 1 SO & BN EEHENR, TREAF AYFEEUN (8] (Smin. 10min.
20min. 30min) T HIFEEUECER, 4R B IR AN R SEEUN A4S B AR AER 1 SO2
(5% BB 2 AN K, W B U 1] 5—10min $EECERT 2561 F i SO, W 19,

El -
PRI [H] % 52
s 82.33 82.87 85.32 84.51
80
§\; 60
poi B
R
o 40
20
0 . ; :
5min 10min 20min 30min

K19 HEEU AR R

6.4 FHRLLIRR

PAEBRAER ' SO & & N H 4R, X 1/25, 1/50, 1/75, 1/100, 1/125,
1/150, 1/200 -CFANF FENR L REATHR R, S5 R B R RN EL Y 1/75 Ipill 15
B RAEH HH SO TR B & e v, WOEBERHR L Dy 1/75 SREUCEBR 2584 1 1) SO»,

LK 20.
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B EL B %2

100 7 L —
76.74
i 7 S
. 59.48
REE
i
&R
H]I 40
16.26
20 . -
o T T T T
1/25 1/50 1/75 1/100 1/125 1/150 1/200

K20 BHRELIRZR

6.5 AL S IR 77 vk

BbE o e, =50, K%HE 02g BT 50mL BEOE T, HEmMA
0.1%NaOH ¥ 15 mL CEHELE 1:75) , BRE, RZIEFRI 10 min, £ E0E & O
(7000 g, 10 min) 4bF 5, B FIEW 250 uLo IO 1.5 mL B0 G, BEEMA
250 L ) Tris Z2/9% (1M, pH7.5) o A 500 uL FIHREFEE W, 60°C7K i 10 min,
G EN 2 F 0 WE FL 710 nm AR FOGERN GHIRBAS: 680 nm, K5I
£: 710 nm) .

7T HIEFEE
7.1 SRR FE
PG ST VR — W H RV VR ] (8 A DU o 240 (0 O R i 1 D 22 i S

FIbRAE I, BARDBIT: WBERE 02g BHT So0mL BOEH, FEMA
0.1%NaOH &7 15 mL CEHREL 1:75) , FRE, R4 HL 10 min, £ &3k &0 (7000
g, 10min) AFRE, H EERA Tris 2P (1M, pH7.5) 11 IREHSIMERN
FERUA M - 5T RO A R B2 B ARAE I VR o

F 5 bRkl 2y
NaySO; W (mg/L)  FEJRIEW (uL)  NapSOz FrEER AR (L) D IREHE W (ul)

0 500 0 500
0.5 495 5 500
1 490 10 500
2 480 20 500
3 470 30 500
4 460 40 500
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5 450 50 500

7.5 425 75 500
10 400 100 500
12.5 375 125 500
15 350 150 500
20 300 200 500
25 250 250 500

LR 5 BOHIARAE H 28 DT 7 IOAR . BABOBEAAL (BIOEEED A
ARKR, WRPEONRAE RS, eilbriEf . 2R ILE 21,

4.0x10° —
35x10° 4 -
3.0x10° o
2 2.5010° - "
= - k|
£ 2.0x10° “u
1.5%10° y=-2279275'x+3609395 \'-—;\_
| w
: ] Adj. R2=0.992 '
1.0x10 .
1 5
5.0x10° ]

S0,% concentration

K21 MERARHBE

7.2 PR
KU 11 28 ) e ARy HE AR P 0.5mg/L Jgar (HIRFE, FE A o IR SR AR He PR A
19 mg/kg.

7.3 %%%%E%f&ﬁ&
B RACH AR T, #2657 R FAFESME 6 K, THERIEKFE
mit SO & &, RSD 4 0.14%, KUMUERKEEE R, 45RNEK 6.
® 6 KEEEEH

FE i SO, & (mg/kg) FEIME (mg/kg) RSD(%)
1 1668.53
2 1669.91
3 1668.53
1669.39 0.14
4 1671.24
5 1672.25
6 1665.88

7.4 EEHRAK
R RACKIFE S, REEFRE 6 10, 12<6.57T F 24 RE, THHE R FE

21



i SO & &, RSD N 1.66%, K ZTEEEMHRIF. g8 WE 7,

*7 BEEMER
FE i SO, & (mg/kg) FIIME (mg/kg) RSD(%)
1 1694.18
2 1722.45
3 1719.94
A 171085 1705.73 1.66
5 1654.19
6 1732.74
7.5 FREMERE

BB R AR B AL s, 03T 04 Smin. 10min. 20min. 30min. 40min,
F46.57 T R AN E, TR RIERFESR Y SO &/, RSD N 1.17%, FRAMLK
i 40min NAREYE RIF. 455 IR 8.

*8 FEMHERE
B 1] (min) 0 5 10 20 30 40
SO, &&=
1732.74 1714.85 1700.82 1696.60 1672.14 1668.16
(mg/kg)

7.6 JEEEIWCRRLE
B AU E R R AEK (SO, & &N 1705mg/kg) , TEHEHUE AN
N SO FRUEVEW, THRERIR, ZRNEE 9.

£ 9 [EZ T

R [FISCR (%) RSD(%)
1-1 99.92

1-2 102.34 1.42
1-3 99.86

2-1 107.39

2-2 105.69 1.23
2-3 105.01

3-1 98.40

3-2 101.80 1.70
3-3 99.89

8 AW RN T
8.1 LA FRAN N R ot VA VR F) 1] 2%
LB AREOY R BN IR S 10 mg, B 100 mL &R, A0 Tris 2209 (1M,
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pH7.5) V&fl, HMBEEZIEE, 845, B | mL & EHRERDY 0.1 mg [0 5
I £ Vo
8.2 FRi M L K] &

P A I HR 240 B JE B AR R R TR B AR HE VA TR, BB IR . R %K
FE02g BT 50mL EOEH, BN 0.1%NaOH & 15 mL CEHRLE 1:75),
PR, IZIEIE 10 min, L0 (10 min) AFR)E, K E3EWR Tris 220
(1M, pH7.5) 1:1 V& SIVENEE BRI . 2 H8 T R BCHIAS [F] B A AR AE T T -

Bt il 2RV
Na;SOs W JE (mg/L)  HEFRVAR (WL)  NaySOs e RER (uL) 383N (ul)
1 490 10 500
2 480 20 500
5 450 50 500
10 400 100 500
15 350 150 500
20 300 200 500
25 250 250 500

8.3 Htil VA MRIR X

FEROTE, =50, WERT02g BT S50mL BO&EH, BEEMA
0.1%NaOH ¥ 15 mL CERALE 1:75) , FRE, RIHREL 10 min, £ EHEO
(10 min) AbPRf5, HUEVEW 250 Lo O 1.5 mL &E.O08H, HEMA 250 uL
) Tris Z20P (1M, pH7.5) o JIA 500 pL FHREHEW, 60°C/KIE 10 min, &
WA R
8.4 R I LN E

e e EEVE (U@ M 0405) W5, W2 H 710 nm AR YGEZL
(BRI 680 nm, KHEK: 710 nm) o MFRHERHZE it HANR S mh &
AR ERAR A BE, TH AR S AR ER B & B, AR 45 SR e LA 0.5079, By — 4tk

ey

gl

o
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P SLI VR RE RAEK B SRR TR 1 SO, &, W F#K 10,

B=F Rh SRS ENRE

£ 10 PRSP AR A

LA s N v —EAE
. “HEAELE Ot SO E RAD KRR o PRt S0 7
Ry S - B a RAD%

= (mg/kg) = (mg/kg 0 N = (mg/kg

&= (mg/kg) (mg/kg) % s (mg/kg)

(mg/kg)

KAeHr 1 1555 1354 691 &1 1831 1766 1.81
KAeHr 2 3296 2896 6.46 & 2 3893 3735 2.07
KAeH: 3 2105 1911 483 #HE3 2285 2094 436
RAeHKr 4 4937 4332 6.53 &4 1756 1875 3.28
RAEH 5 3283 3022 414 BES 2182 2125 1.32
RAEHKr 6 FAs H At H / e 6 FAa FAa /
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BE 4
£ BT BLER BT S KA R 1) SO A RSk, G B THaE 15,
Rl — AR T Jm I, BRI B IR0 a e N POBERE A TR 24
h AR R B, R I G AT AW S, ) DU R 2R B R AR R R
ABR IR I AR IIRE § R IR AE R Bk B HE IR AE 85% A b, 52Tk
BFARX P ZEE 10% LA R .
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2. BRI 1S UIRHEECR NS SR T, DMEVIEAS IR .

3. BARE:

(1) FAE R 7 DA 14 815 253K 5 U7 4 HE B

(2) 55— 2% B AN R I 23 31 471 H

(3) mm A%, A5k -.

4. BT EHHIES SRR E NE (BAFE NG AE) ARG,
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