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1 TERER

1.1 ERIES =

W H O BRI . W B, , 5 A9 MR-G5, G785 Bt i i R AR IR D)
o CAEWITRY], Wb S LM EI 2 R 2 5. (White & Doner, 19800 , Hr1, Jii%d

— R SRR, R B R A S IX M A SR g )] (Gardener and Gillman, 2002) , %
IR i LB RE A G R 0 2R T ZERUE T BV AR YR A 1 B 0 o (R
G, 20100 o WFFTRE, R b A IR 1 T s AN DR AR R i e v Ui S 2 R AR, AR
AR B S A FOBE BB ) b, I W T 2 IR 7 AN VAR T+ 180 mg/kg (Bogdanov et al., 1999) .
CzipaN (2012) WEIEWFAHE—AESE, MRS E, FBSRE, QWS e, S & K
RS RS, AN TR SRR T

BT T I 2R o AR L ER AR bR b A AL, 1 DA T e T I 2R S = e
FRUE (DIN 10754-2002) , FRIE AT 2000 427 7 3k o 013 b 20 1R 40 e 6 BE I 52 vk (SN/T
0850-2000) , {HJEHATZAsMECEPIE . BT R OEE TR e e il IR i, S L5
[ K e o, R 2R, 30 Rt 1R A B kGl , B REE R 45
R mi o PG, iZbRUERI e, RISREN T 20 6 i U B 2 R IR s AN A, ok M B 1 T
PR IS

1.2 EEKRE

AR A4 T A 5 A S AL N IR B 2011 A1 58—t B SObR v IR s v R 5 e v i 2R 10 U -
B EAEE) FIAN 2011 4 [ AR ERIE TR, THRIG 5 4 20110434-T-4220 AV e ™ fiy 5 B A
Bty (b0 ST HZBURT, WK PR SRE bR, A EE SR TAEAU BRI AT,

1.3 FETEIR
1.3.1  RILtRHESRSI/INE
FE B HERR AT S5 05, 10 H 55t NALZUT MR RO T bRdE g il N4
1.3.2 AREERKE
S ARTHT T iR Tl P9 A DR Sl BRI 5 1) B AT 125 ISR AR A bR HE T 8 AR D0, A o S /N 21 2
T A AMERS SR, Rl BRI E T7 i3 AT T B AR T
2t E B RN AR EAREE ZERARA SRR

2.1 kRS ER R

ASHRHE AR 55 A e R DA a3 DA R, DASR VR IR« R R . REUE . HER AN
IIMTRCR N BN o i ) R YA SCRIR, 22 R0 LA [ 6E Jo v i e R 5 M0 5 g i< ) ik,
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KHA-H-T-E3E-2, 1, 3-K 4 42 % M (7-Fluoro—4-nitrobenzo—-2-oxa—-1, 3-diazole, NBD-F)
YENFERTAT AT, BAH il 2 AT I I e e b IR =R % . X T VA R BRI, R
(Y =TI S i NS A K G i i
TERRUE R o o P 1A R A G B BOR S VAR, TS ST Kb 5 AR R bR
T JAH OG5 PSS A AR VR LA R A T B EORE . RIS S pr A e 4, 180 T BUR PR G — Ml ).
TEFRUERE R )R E] . RN EIROR IERTC 1R SCTRISHER . T, S ARk pg
YPGB WARHE. BERRI SR8 S E .

2.2 IRERRARAE RHEKRE

HHT, W2 BN 7 vE B SRR o I DG v /G RER . AORH i A FAH (4 1159245,
1 T2 R VA B A B IR, 7 I I 38 T3 AT AR o B IR A3 AT 0G5 B A A2 2 1 N 1) 8 L
JiiEs RS, T T IEADOM AR BB Ry, TR B B DL I T T2 LR 7 3, T FLA 240 2 1)
g FEE AN L e BRI . 3 O REE I e il 24 18, BARA TR By DT IS, (IR RN E KN, &
A A RO K L e T, A U R, B R o O L vk I T 2 R A R,
AFFEE A HINTAESAT, B0 SRR . RO 5200 5 Il 2 B AT K, AN 75 BRI & DL
A, B THRAE o WA i DN 5 i 28 IR (R 7 2T A, o I 2 R IR AT AR 77, W%l (Fluorescamine)
FIERK — F % (o-phthalaldehyde, OPA), fig 55 a SR RN, A RGRIOCHAEY, (AR 5 M2
T RIELEMRN . S 8 K (phenyl isothiocyanate, PITC) . 9-%1 FF & %7 1 fig
(9-fluorenylmethyl chloroformate , FMOC-Cl) . 4- 5 —7- fif 3& -2,1,3- & JF & 22 &% — W
(7-Fluoro—4-nitrobenzo-2-oxa-1, 3-diazole, NBD-F) , 5 a —ZJLMEH — R I EWHE R A
Moo o, NBD-F /E N Z IR AR AW D ehiid ), HARMNRE, JomEm. RN “YFE
GRER, TR N TR RS P e, WA SR ] NBD-F A D A (- e (A R AT
Al H

AFRUER FHAERTATAS, AR RSEN e B P 2R (=R D &, RN A%
TR IR M = IS S AT AR5 NBD-F Je 3 CULIEL 1), AR s i, i ¢ S A I 2 [ AH
WA 530 nm, WG 470 nm RIS, AR A TR IR LR B N TR E R, AN E

RHEGB/T5009. 1-2003 (& BRI T7vL  BAGER Gy RUY AORLE RIS AHOCSCHR,  H AN
2 50 o S0 X ONE I ER S HAT TSGR, Wk R .

x1 FEREBRUEFMER

A EYS | e | AR CAS

itz 1R CsHoN | 115.13 pKa = 1.95 (-COOH) | 147-85-3
(Pro; Proline) 02 pKa2 = 10.64 (-NH;3")

4- G -7- B AL -2,1,3- % JF 4R A% % W | COH2F | 183.10 |/ 29270-56-
( NBD-F;4-Fluoro-7-nitro-2,1,3-benzoxad | N303 2

iazole)



http://www.commonchemistry.org/ChemicalDetail.aspx?ref=147-85-3

E1 SE5NBD-F iTE R
3 AEMIRRE

3.1 LWMBIEHZE
JFHESCA

3.2 #ER5WE
3.2.1 REEHMITERENHE

HT T B RE A 2 R AR REVS 17K, BBl SRHAIWIRZ2 il (pH 8. 0) 1 D4 S Bk P i e 2 b
HEMR, AR EEIRION, R P IR MR 60%, JE RHDE A I 10 min, IR RGE, 7K 5
80%LA I,

2% Zhang J 7.(2011) W 5 14 % 5 NIBE i 1) NBD-F 7 AR 454, FRUbIEal BT T — & Mg st fe
DRFFATAEFIRIE  ATZEN AT IR EANAR, i PRIGBOR 24, ELAT AR, WON SRR AERGR, fiT
ISR AR UAERS ONRE AR 2 EBOI AN, DU R S PR BT L S I B

3.2.2 MHEMHE

53 SRR AN [F) B 2 (1) I 2 5 100 mL Bef b, NN 20. 0 mL MIPRZE MR, FH B RENEFEIY
A, AERAFEE AW . HB A 50 oL AT, ESIEI 10 min, HMRZMBEAERZE, RHR
A JE, 0.22 pm SRR UE, BRI AE.

frA:77v4 IRl Zhang J Z(2011), HU 400 pL ArvHE vl s o s v 4% GO G s geRe i, 20l
AN 80 uL, 100 mmoL/L NBD-F ¥ 20 uL, JWHElR~), @lif#Efss, BT 60 CHEE/KE i HEDE
725 10 min, BCESZRIBNGKK A H, A 0.1 mol /L HCL ¥ 200 pL b N, VAT, £,
iR AR 2 FIA 2.

*2 BEHGTRREENITEERNZIG

%ﬁEO% 0.5 1.0 2.0 4.0 6.0 8.0 10.0 12.0

(/g)

o 72241 150.6+ 302.7+ 311.8+ 180.5+ 139.0+ 97.2+1 77.1+0 94.4+0
2 1.3 3.0 1.9 1.2 1.2 65 9 9

I T F4 288.8 3012 3027 1559  45.1 23.2 12.2 7.7 7.9




/g
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W AR/ g

B2 FEHFEESERRXR

M 2 FE 2 Al LA, YFRFEERAE 0.2570.5 g Z ANy, BEEFRRER MR N, A2k fa e e
T B R I R W TR AR BE 2 3K, #£ 0.5 g7 1.0 g Z 0], Ff 5 i 5 A b 110 G e IR 06 THI AR A AH
A, fHiE, PR K TET 2.0 g B, BEERRFEEIIEIN, & sl re i a2 N s, xn]
RESE BT REA FRAE R0, A5 0B 2R S L e e ST AR R R AR N ) i b 2 3 %2, ST A A
RAETES RN, AFAHATAEFASRE S RE S b B 2R S N 584, TTT 5 B0 A o v i e R g IR 21 B
Ethe NIRRT RNV 584, IREFE S IFRFEEN/N T4 T 1.0 g.
3.2.3 fTEFIMAEIHE

P TR F 0 e A i P R W T RS e K, TR ST AR AN SE A Ok, BRI, B ORAT A 58
A, FEARAERS RIS IR LI RO, DRIFATAEFRNREA R AT, R T AN FATA AN
N RO A ()9 55 A VR A VR () o ot e A PO AT ZE S 0 TR 100 mmoL/L (1) NBD-F T A= R,
NI 20 uL, 30 uL, 40 pL, $EARAESCATIEDATAE 20 mg/L IIARE T A 7 ORI 3 B
Wl RN 1 g, 4R WK 3.

R 3 ITEFINE X R RN fR B R IE E R AY R0

FTAEFRI A & 20 ML 30 HL 40 ML

PR VR I THI AR 384.23+7.7 389.50+4.0 389.3444.5
(LU*s) 1 0 4

e A i IS TR AR 141.80+5.7 167.99+3.2 172.22+4.2
(LU*s) 9 0 8

M3 T U Y B v 0 AT A e T AR B AT ZE DI G, ARAAN s TR I8 B i,
e T AR B AT RSN R R i g s et 40 pl TGN B AL L 30 ul (N R, 18
BIRTAE A, MORAT B IR E ) 30 pLo



3.2.4 RHEBIEEZUHNHE

AW 5% Zhang J 7(2011) Fl Watanable Y and Imai K (1981, 1982, 1983) SCHRA & %8 Yok
BRI O As . AR MR B, JF7E Watanable Y and Imai K (1982) JE:fh b, XJyEIAHREATAL
1, 2 Ree 5 H AR RN A TG 56 4 5 15, SR FH B i 44 b - (i 4T 2 C18, 5pm, 250 mmx4. 6 mm;
FEUEL A 30°C ;s DAl 28 K R B 470 nm, RHHIEK 530 nm; HEREEN 40 ul; B K-
A, 0.1mol/L BFIRZZM (pH6.0) ; B, PUZRKME+HEE (v/v, 50+50) , BREEVEMIRE» W3 4, (HiE
W PR R A B2 E I RRE A 0. 75, b THEXNFRET,  £% Vazquez—Ortiz F.A et al
(2005) P SCHRHRGE, U T ANIAHZL SO B AT, HFE bR FOET Tk, HARYTE 5.6 min Hil,
AN B 5 256 A 53 I, i HL R (R0 R IR 742 s 21 0,90 DL B PRI, S5 i e A 1 €2 3% % 1 Ay
e, C18, 5 pm, 150 mmx4. 6 mm (i.d) ; Jisht, A, 0.1 mol/L LRI (pH 7.2) + HIEE
+ PUEMERG (v/v/v, 900:95:5) 5 B, HIEE; BREEVEIFR P WK 5, Uk 3 (D, B4 (Bs
HERED , BI5 CFERD , Bl 6 GRID
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Lu

40
30 a
b o
] o
2‘]—_ §'
1 o
101 k A ’)\k
04 -FJ e ST = .
T T T T T T T T T R
0 4 B 8 10 12 min
E5 HBEHABILE
] Iy o
: s i
404 .
] 2
304
20
‘] J&_ L/)K\
ﬂ_ —— |J L . . i
' J ) ' ! T ' j 1 1 -
0 4 6 8 10 12 min

6 HBEHDRMEILEE (500 mg/Kg)

x4 BERRERF

I} (7] A(%) B(%) bl T
(mL/min
)
0.00 16.00 84.00 0.8
8.00 16.00 84.00 0.8
13.0 40.00 60.00 0.8
0
18.0 60.00 40.00 0.8
0
25.0 60.00 40.00 0.8
0



26.0 16.00 84.00 0.8

0
40.0 16.00 84.00 0.8
0
*5 WBEXRER
I IH) A(%) B(%) i i
(mL/min
)
0.00 100 0 1.0
0.5 75 25 1.0
7.00 75 25 1.0
8.00 0 100 1.0
10.0 0 100 1.0
0
12.0 100 0 1.0
0
15.0 100 0 1.0
0

3.2.5 ZMEXRFNIEHR

FH A P2 5% i 5 1) 2R 2R B (R A AR, 230l 24 200. 00 mg/L, 100.00 mg/L, 40.00 mg/L,
20. 00 mg/L, 10.00 mg/L, 5.00 mg/L, 2.50 mg/L, 1.25 mg/L, 0.625 mg/L, WKIEritE SCAFRALR T7
EATAE, AR T AR RAR VR IR S S hr v ik (LI 7) 5 £E 0. 625 mg/L™ 200. 00 mg/L ¥
BRI, ZePEJ7RE R y=19. 287x-9. 1325, Hrh x N ZRRA AL (mg/L) , v I, AHIRERECH 0. 9999,

BEARHERBOIAT R YRS, AR 3 A5 10 £ PR Lhaf e 77 A0t BRFN 2 2 FR 4331 0 3.00 mg/kg Fil
10.00 mg/kg. o
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7 FRAERNZ

3.2.6 fTHEFYIRAEM

i Zhang J Z(2011) fRIE R 41, NBD-F #74EGNIReh, E=ERMAAT 12 h, fTAE~08R5E, At
S TR G 0.25 h RATAG 24 bl g T AR e R 6 3 AE b i I I BR AT 2B 4, P 8 W THI AR
PR W R AR, X R R IR AT A4 24 h NIEFRE 1.

*x 6 HTHERARE R EIEmEmFR

) Ch) 0.25 24

b HE W W U TR 3012.3 3015.8
(LU*s) 2 6

X [ = N Y3 lll& [I{

FF i o e T B 341.66 34731
(LU*s)

3.2.7 FHEHIEME

FREL 1 g WEERE N, WIn— @RI EIR, A HS & 2050 500. 00 mg/kg. 250. 00 mg/ kg,
125.00 mg/ kg, VRAA], B8 30 min o, FEARE ORI T B TIN S, AN /K- 2 I 2
5k, EHILFE 2, [AE N 87. 40%94. 72%, AR ZAECH 2. 09% 3. 10%.

RT  FEHERMENESER (n=5)

»ﬁ =N
P ERE ”Dj e o TR E LD A B R K
HSD (mg'kg) | & ° (%) (%)

g




92.9

500.00
87.7

370.63 = 4.62 250.00
88.5

125.00

90.2

89.9

90.0

89.4

91.7
87.4

88.0

90.6

90.5

90.45+1.89
91.6
93.3

90.70+2.07
6
94.7

90.23+2.80

2.09

2.28

3.10

3.2.8 iTEFEMAREAIEE

FEAL I ETE AT T, R PR g3 B MEB RN 2 7E 200-600 nm T, 73 744 20 1R
R HE S T2 G o TR S i AR 2R AT A P el s 6 5.6 min A& H I (1% P L IET 8 A& 9,
PP it T 2 R i 4 SR — B, IX U AE 5.6 min 1) P A e v I 2 R IO AT AR ), R AL

e Ju N
AT 4.
*DAD1, 5.180 (231 mAU, -) =2.580 & 6.467 1.D
mAU -
150
100
50
ol
o
N - N e
250 300 350 400 450 500

Kl 8 Ml bR AE AT A =i (20 pg/mL)



*DAD1, 5.180 (231 mAU, -) =2.580 & 6.467 1D

mAU 4

150
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3.2.8 AHIEHINBEE

3.2.9 HEMEEM

B O B AT A DG ]

T

I3 Tt AN [RI R PR SR i, FARTRE SCAR AR 2 PHAR L AT UM =R &5 &, R MR

il 5 K, SR I 8.

o>

x8 FHEMEEMNESER (n=5)

B s &R X £ 5D (mgKg) ASFRBCV (%)
2 370.63 + 4.62 1.25
EIIES 279.16 + 5.31 1.90
F2% 53 148.40 % 4.07 2.81

ML 8 G n G, &I AR RN 1. 25~2. 81%.

3.2.10 AZEHBIM

3.2.11 LWERNGEBINMNE

M3 Foft AN [F vt P e B s 42 SR R D38 A A AT DN DA S 3 RIEATAS N, B3R A i
FAWE 3K, GERIE 9.

R9 FEMBIAMRARER (n=9)

B mam it X S0 (mgke) BRFEHCV (%)
A 372.77% 6.29 1.69
UES 277.58 % 5.74 2.08
i 151.75% 5.04 3.32

10



M9 TIAN, A%V R SEEG A A ZH ] AR 5 AR ECh 1. 69~3. 32%.

3.2. 11

a

SR E AN B

Z:H8 GB/T 6379. 2-2004 A 555 45 R mIvER IS (E6S S5R39 28 2 353 F1 GB/T 6379. 6-2009
CORR VRS 45 R AHERG I QERIE SR 55 6 54, AT J2 3 SEPIMETRIG = 60 e B A 1)
JR R EAT 7 2 R PR IR, ) s 5 AR s 1) g vk (P IR, B e v &5 0 Tl LR 10
F11. X 10 Fk 11 A EATR A 00, 458 k-
R MEAREZE: Sr=4. 64
FEOLEFRAE2ZE: SR=5. 69

EEMEMKR: r=12.99
IR : R=15.93

R 10 FEBIIESRE = A bt R a6 2R

o35 4T 2% &= (mg/Kg)

1 2 3 4 5
1 37335 | 364.80 369.33 368.82 376.87
2 387.94 | 373.69 376.74 375.22 379.80
3 363.85 | 364.37 369.56 374.75 361.77
4 371.50 | 368.40 374.59 369.44 364.80
5 362.07 371.03 372.54 365.96

365.15
6 371.24 370.55 368.21 375.07 364.21
11 BEH#GREEEAZHNBERMEHERITER
S S 3 A4 PEME X HFin I % §
1 370.63 5 21.32
2 378.67 5 31.91
3 366.86 5 27.65
4 369.74 5 13.23
5 367.35 5 18.78
6 369.85 5 16.04
KL BT ) % e KNTT % Blte gt i B AS Y40 s FHAE i
CREE AR AT SHE 3 0.248 0.480(5%); 0.564(1%) B
peT | wA | e | pin | g R |
N . BAERTE | PAMERR | HE
15 iR | = | RME | =fE oy ey
(it 1.715(5%) | 0.0090(5%)
5 0.686 | 1.703 | 0.543 | 0.0629 | ' 1EH
1.764(1%) | 0.0018(1%)
ERORFN SR ENEHE (m) 6
E(E NI ARz S A H 4

11



— — 370.47
T (%), X, 2
4.64
mEMIEZE (S) S, =
R MR R (%) 1.25
HEEMR (o), r=28X%X S, 12.99
[/ — mo___ 5
m xX. — X.
;' (;')_&2 10.81
BT 25(S1)  Sii= m(m —1) 7
2 2
FEHLMERRUEZ Sk sp = V¥ TS 569
PR R (%) 1.54
FIERR (R R =2.8XSr 15.93

3.3 SLPRAESATHE

FIAWIF G 10T AN B o ol PR M 2 R
AT, SR IR,
BE A AU TSR IR i 2R
1%, FTAFE I 2R

T

GriT, CRI6 AN B S 25 IR ERE R, R A
HIRTUAT A Y, l Mo . Tl s R B B K %
FHNT 180 mg/ke; MIAIZCE . AL RN 2 AL i 2 K 7> & AR AL
EEEINT 180 mg/ke, (HAEE AU & TR A I U i v A i

R, W 164 i

IR EA G AT, 52 HE R R
11 2R O e R
YRR HER S5 (mg/Kg) KarogE (%
Flora Content of proline Moisture
5/ ME SN F-HI{HESD <180 mg/kg | content
Minimum Maximum Mean+SD FE i 5
Number
W (n=6) 80.5 241.7 136. 1462.3 5 20.1725. 6
W (n=6) 37.3 149. 6 88. 3+52.9 6 21.8725.6
A (n=1) 137.3 206. 6 164. 7+30.5 3 22.9723.7
44 (n=5) 180.9 269. 8 235. 1+£36.4 0 19.8722.2
AEE (n=4) 295. 1 354.3 319. 94252 0 19.5720.5
Z {6 & % | 256.8 426. 4 322. 7£90.9 0 18.3719. 4
(n=3)
3.4 #ig
ST T A T R B (ORI A T, ARSI N TR L i A B AT R, SR ORE R MRS

TR A

P AT R e P T R AR 5




4 RAEFRERAERESNEERERR
o
5 SHEXMIUTIRAE. FE. EAFESIEIREN KR
FERRE RIS RE A ™ 4% SR A K7 s BOR . SRR, ™ RS T 9 P R S AR E A AT b
PRifE e SAR RIS RS AR AEAR T, S0 T BOR AT O I () — PR B e ARUERI 2 AR WA R dibn
YUAT 1 B e 2 T AR R A XA
6 EASUEERLELZ I IKE
o
7 AR AR E SR AR R
SR A HER EAE B AE AT S0
8 RHIATERZERKFNFE MR
o
9 BEIEIMITA RIRAERIEIY

T
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[8]Watanable Y and Imai K. Florometric Assay of Amino Acids and Amines by Use of

6]
7]

7-Flouro-4-nitrobenzo-2-oxa-1,3-diazole(NBD-F)  in  High-Performance = Liquid = Chromatography.
J. Chromatogr,1982,239: 723.

[9]Watanabe Y and Imai K. "High-Performance Liquid Chromatography and Sensitive Detection of Amino
Acids Derivatized with 7-fluoro-4-nitrobenzo-2-oxa-1, 3-diazole", Anal. Biochem, 1981, 116: 471-472.

[10] Watanabe Y and Imai K. "Liquid Chromatographic Determination of Amino and Imino Acids and Thiols
by Postcolumn Derivatization with 4-Fluoro-7-nitrobenzo-2, 1, 3-oxadiazole", 4nal Chem, 1983, 55 :
1786-1791.

[11]Zhang JZ, Zhao J, Zhou JH, Xue XF, Wu LM, Chen F. Determination of Amantadine Residue in honey by
Solid-phase Extraction and High-performance Liquid Chromatography with Pre-column Derivation and
Fluorometric Detection. C/iznese Journal of Chemistry,2011,29: 1764-1768.

[12]Vazquez-Ortiz F.A,Morén-Fuenmayor O.E and Gonzalez-Méndez N.F. Hydroxyproline Measurement by
HPLC:Improved Method of Total Collagen Determination in Meat Samples.C/romatograplhy and Related
Technologies, 2005,27 (17): 2771-2780.

[13]GB/T 6397.1-2004 #5EJ5 %5 4R IMERIE QEREZSREED 58 1y BIEEX

[14]GB/T 6397. 2-2004 P& Jy 25 45 R ARG B CIERAE SAE ) 55 2 #00 : #se bnvfEll e J7 vk o
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