F1MH WEBRRE AN 55

Ji ik OIV-MA-AS323-09 N
o B =
1 85

G4t 5 R A (R0 2 Jy 12 32 T e SO A 8/ A8 B 5 A ks (HPLC/DAD) i
VA 1% - T (LC-MS) I o 5% ik R ok — ks 00 R R o B A A 11 52 36 2 AT AR 416 A IR
& Z (4 ISO/EN 17025:2005) . 5% ] OIV(OENO 7/2000, E-AS1-10-LIMDET) () # 75 J7 =
1T,

PR Sy fife =2 — A~ T A5 14 52 50 58 0] P AG A o L 76 A AT 1Y 52 56 5 JR) PP AG B LA TE A ) (4 B
HETK PR B 2 i 8 B A R BR 28 5 g/ L,

2 Tk
2.1 MARERE-SOBERFEKAMNNERIEETNACER(HFEER)
2.1.1 EHE

W AR T I E A TP A R G RO &R AP IR, GRS ELL /L
FIR o JTIETVAG A 7010 R 1 e T R 20 A T R AT RO R R RSB L 5 pe/ L~

2 600 F’-g/LO
2.1.2 3B

AT 26 P A At B 2 Ui ) O Rl ) R R AR VRO R 1 A3 B R T A T R
42 (LC-HR/MS) , AR HEAR A 50 E . 1 ek AG S RE St P g b 8 R MR . R 5
3 AT VS I3 5 R T N Al R R VA R T A AR v A — R
1.3 i
.31

9 H 3 Q8 2O 4l >95 2,
2.1.3.2 k77l
2.1.3.2.1 W, @k,
2.1.3.2.2 SEE Aok, #1180 3696 45 9% (52 56 % 43 A1 /K B0 A% ks i 7 3 (1SO
3696:1987)7,
2.1.3.2.3 100% 2.,
2.1.3.3 %W
2.1.3.3.1 A& R bR & W (1000 pg/ml)

M2 —RFEHEFHHRIC10 mg P8 R T 10 mL A7 78 S b, HHEE = K ¢
CLMREW(2.1.3. 3. DEREZE, 5 LMHEHEAEARE, TEFZHAERTHMEER
1) 2 S EL .

NN
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2.1.3.3.2 TAEWW 199155 % (10 pg/ml)

BHC100 pL (2. 1.3, 3. D F—A> 10 mL AR AR AT B « 0K ¢ TR
(2.1.3.3. DERZEZE .,
2.1.3.3.3 TAEW 2:99fb % 2 (0.5 pg/mL)

B 500 L TAEW 1(2.1.3.3.2) T—4> 10 mL @A B « K« ORE
W(2.1.3. 3. HERBZE,
2.1.3.3.4 WE K ZFRIFW (S0 47 = 34K D

AR 500 mL FHEE. 2. DINAE] 1 L 4T, inA 470 mL 7K (2. 1. 3. 2. 2) Jf
RS 30 mL 28 (2. 1.3. 2. 3)IR5) .,
2.1.3.3.5 HE.&3%LMR

HEER 30 mL 4R (2.1.3. 2.3 MAE 1 LFEEHRP . HHFE2. 1.3, 2. D
FILHIRS .,
2.1.3.3.6 K. 3N L

HAEIR 30 mL /(2. 1.3. 2. ) MAS 1 L &8P, FAKQC L3.2. 2 ERE
JEIFRAT .

2.1.4 U8
T 3 FAAL A 1 — 65 R T 38 B e 0 AR B AU 5 9 S v Y00 99 P A S 36 2 S0 AN i
AT

2.1.4.1 WAHEAZ O

BCA5 A —A> B SRS . — > 100 L A 3 A% B0 i 40 B 238 BT 3 A
2.1.4.1.1 WAHGEHE

RE A% AR A5 1 52 VR T 09 9 At 25 3% 06 EL A8 0 At 25 2 08 DR o 66 J5 R/ i felf P s 500 1 1
P b oy B T 4 RE

T < A8 D 00 43 BT A B8 (1 28 A0 5 ot 3 (0 B0 10 4 P A7 D AL T IA
2.1.4.1.2 HPLC 4#7

TR A R S

H+ : Waters Sunfire Ci3,150 mmX2. 1 mm,3.5 pm;

IR :30C;

Wi 0. 25 mL/min;

HEFERFL 20 pL;

WA Ak + 28 =97 + SUARI) (2.1.3.3.6);

WEhAH BB : 28 =97 3UAFHI) (2.1.3.3.5);

ZATHFE] :30 mins

Hah #F AR e R 8°C

T B2
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&1
Bf ] /min TSI A/ WHA B/ %
0 90 10
25 10 90
27 10 90
27.1 90 10
30 90 10

2.1.4.2 JREKM (LC-HR/MS)

A IE A FE 55 5

g b am /=

AGC F8 b5 : 2 s L 5

e RIS [E] 50 ms;

HHGTEHE cm/z 480~670;

WA HE 60 L/min;

#<.5 L/min;

M§ 5% HL R+ 3. 75 Vs

LT E m/> 666.3106 9(M+H]" ;

BINE T .m/z 503. 226 72;

{5 B2 1 6] : 16. 5 min,
2.1.5 RESTE

HURE W A i B SR AR AR S X 5T
2.1.5.1 Hif

X PR B 2 mL T 2 4> 2 mL #Y Eppendorf 8.0 Hr . #5230 51 A
0 pl 20 pL ¥R BEH 0.5 pg/mL AR = TAEW, B4 50inA O pg/L 1S pg/L B4 il 25
%, BHBELE 1L min,ﬁﬁ)zf 14 000 rpm Z5fF F &0 10 min, 28 0. 2 ym PTFE 4 &8
PEF I — 2 mL AR @A P LB LC-HR/MSGE 6 ) 70 8 3 H AR B RE M (5 7 35) b4l
b5 3= A & 1

AR E/NT 5 pg/ L 8 <5 pg/L R E R T 5 pg/L, WK AR 5. 2 #F47

‘{)”\'Jméﬁlﬁﬁ%?ﬁiﬁﬁ%ﬁ? 5 pg/LMFER . A BIFRE 2 mL AT 5 % 2 mL
Eppendorf B.08 W, 430 H s im0 pl.5 pL 10 pL 20 pLL F1 50 pL B0 At 2 2R TAEWR 1(2.
1.3.3.2), BIAHYSFHIN 0 pg/L.25 png/L.50 png/L.100 png/L F1 250 png/L BY4Ifh 5 &K
e B0 1 min RIS 7E 14 000 rpm Z& 15 F #.0 10 min, £ 0. 2 pm PTFE Jif 4 #1838
5 —4 2 mL & PR LCHR/MSCE 6 5 43 81 3 HAPAGFE & (5 7 55 b 9 {5
EIRS
2.1.6 &o#

TE 2 T U D0k P o 7 2R 0 R 00 g %) 35 2 T R o 7 £ L T N B A DR I R . IR T AR R A
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WERREY) I s AR TP A A P — B0, MR (R B I (] FIORS o ) J5 3 T S A S A Al 3R WL O ik 0 T
o T AR R v T AV S BV . TR T e S RIS DA E S R O A R R T A AT 1 4y
T — A SRR 3 R

16.04
10
8
L
= 4
2
o 1276 1549 17.79
" 16.05
8
6
A
2
0 | 1 1 J T 1 [ L L J T T T T T 1
10 11 12 13 14 15 16 17 18 19 20 21 2 23 % %
5] /mi
6663119
100
90
80
70
EN
i 5032275 607.2148 648.3018
= 50
£ 668.3177
495.2213 533.8832
30 485.2170 521.9441
5049311
® 489.0634 5129292 537':1299152 BV 136 sorants 6139032
: 527.9621 ; 605.1528 1 6229182 651.3326
10 S47.9008 555 9775 5779591 ’
‘ 6293513 643 7388 661.4067
0

480 490 500 510 520 530 540 550 560 570 580 590 600 610 620 630 640 650 660 670
mlz

1 MthBEZEMIR=E A 50 po/L BB HIE LC-HR/MS B B i ¢ it &

A0 W TR BRUX A it B 38 0 VA B Cpeg/ D) 4 il 00 (] U b e ) A 23R L AR SRR IE 3R
B BEN 2Rz R 2k HAHSC RECE IR F) 0. 99 5L |
2.1.7 #HRIHE
3K
FEa b g Al we R B9 & B R A A KL B pe/ L
c=b/a

Hop o — Mw I P o R R 005 B (pe /1)
a——[m] 5T Y £ 1 56
b— A A Y il b AR

2.1.8 Wik

18 FH T G b o DARE & bl fth B 2R A AE

A R £ B B ) D 76 K B T35 38 186 /= 666. 310 69 il m/x 503. 226 72 "h #RAEFE
W, AR 3 B SO A A 0 R LA R DA T O T BB MR B E SRR A o R
(AL HERE T 0 B AT 125 V0 i e 25
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2.1.9 FiRMEEEHIR
2.1.9.1 4

DAV ) 1A RS 4 0 o 2T R A O T (IR 2L TR 3 ORTRL 4D B AR O ik 1 4R 1 TR L R

1 pg/L~2 640 pg/L,
25000 -
20000 -
15000
Exé
= 10000
o

5000 -

0

PER) T Al 2 B A e P

y=8864.7x-54650
R*=0.9997

0

-5000 -

2
25000
20000 -

¢ 15000
=

o
= 10000 -

1500 2000 2500 3000

ng/L

500 1000

AFIRRMMA 1 ug/L~2 600 pg/L iR 24 fth B R KA Bh £k

FURTAT A eE 3R Il

y=7174.1x-97756

R*=0.9968
5000
0 ‘ T T T T T 1
500 1000 1500 2000 2500 3000
/L
-5000 4 He
B3 BEEBBRFMM 1 ug/L~2 600 ug/L kB 44t B £ 4R 28

16000 o paam gy A R (2 M
14000
12000
10000 -

= 8000

& i y=5606.8x-38994

¥ 6000 R*=0.9995

4000
2000
0 T T T T T 1
500 1000 1500 2000 2500 3000
~2000 - we/L
B4 SEEBEBRFEMM 1 ug/L~2 600 ug/L ik B 4 b B 47k 28
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b EE R/ (pg/1D P He S5/ (g/ 1D ¥k 22 e SR 25
0 6.4 —6.4 —0.4
1.056 6.8 —5.7 —0.3
5.28 10.9 —5.6 —0.3
10.56 16.8 —6.3 —0.4
52.8 58.9 —6.1 —0.3
105. 6 108.3 —2.7 —0.2
211.2 200. 1 11.1 0.6
1056 1029.8 26.2 1.5
2112 2 084.8 27.2 1.6
2 640 2 671.8 —31.8 —1.8
&3 OABBEANERNRERE
WithEE R/ (pg/1D T e g / (g /1) 5k 22 PRIEFR 2
0 15.5 —15.5 —0.3
1.056 15.6 —14.6 —0.3
5.28 18.8 —13.5 —0.2
10. 56 23.9 —13.3 —0.2
52.8 63. 6 —10.8 —0.2
105. 6 109. 3 —3.7 —0.1
211. 2 212.8 —1.6 0.0
1056 989. 0 67.0 1.2
2112 2 003. 2 108.8 2.0
2 640 2 742.7 —102.7 —1.8
x4 URBBERORERE
e R/ (/1D T e B2/ (eg/ 1) 5k %2 PR fESR 2%
0 7.2 —7.2 —0.3
1. 056 8.2 —7.1 —0.3
5.28 10.9 —5.7 —0.3
10. 56 16.8 —6.2 —0.3
52.8 52.1 0.7 0.0
105. 6 102.1 3.5 0.2
211.2 199. 8 11.4 0.5
1056 1055.2 0.8 0.0
2112 2 063.7 48.3 2.3
2 640 2 678.4 —38.4 —1.8

7 % OLV-MA-AS323-09
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2.1.9.2  fERGBEFURS A

DAV 70 | 217 %60 109 R 1 40 2 009 O BT 7E T HURR (A 5 g/ L A1 200 pg/L Kb 34700 5E LA
mﬁﬁiﬂ@EEﬁAﬁk BANG 4,38 5 MK 6 ron . i ) 7F 21 8 4G T AN R A T
TEFET AN W BE R MR AT T i R PR PP AL o H 2B AN A 7 R R B K e HEAT 4 b
M, A BT R gk 7 FoR .

x5 FMRENNMERASTI(PEE K BEIR =50 47 : 3, KR PHEN K

i H i EE R/ (/LD Il %/ %
FRUfEY) Wk B 5 ng/mL & 1 5.3 99. 7
s v W) SR W B 5 ng/mL A 2 5.4 101. 8
bR e Y e FE 5 ng/mL & 3 5.8 108. 6
FrfEY) W B 5 ng/mL & 4 5.7 108. 2
PR e B 2 5 ng/mlL E & 5 5.8 109. 0
b v R W BE 5 ng/mL A 6 5.9 112.2
bR e Y)W B 5 ng/mL E& 7 5.7 108. 4
FRfEY) Wk B 5 ng/mL E & 8 6.4 120. 2

- 44 8 5.8 108.5
T 1 2 0.3 6.2
RSD/ % 5.7 5.7
i ) R He FE 200 ng/mL A 1 238.3 112.9
FR Y MR B 200 ng/ml WH 2 237.1 112.4
ol ) B e 200 ng/mL E A 3 231.5 109. 7
i e ) B 200 ng/mlL H A 4 228.0 108.1
FRAEY) T 200 ng/mL FE 5 244. 0 115. 7
RV T 200 ng/mL HE 6 220.7 104. 6
il ) B e I 200 ng/mL H A& 7 229. 4 108.7
i e ) B e 200 ng/mlL H A 8 251.7 119.3
- 44 {8 235. 1 111.4
T 1 2 9.8 4.7
RSD/ % 4.2 4.2
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Mt B E oo
F*6 OEEBEEARNS ug/L 7 200 gL WBENES M
i H PR & i/ (pg/LD) i/ %

5.3 ng/mL ¥ EHAMENERZ 1 5.3 99.1
5.3 ng/mL ¥ EHHANEL 2 4.4 82.8
5.3 ng/ml. YK Ji 18 4505 = & 3 5.1 96.0
5.3 ng/mL VAR AW EE 4 4.9 92.5
5.3 ng/mL W E A AWEL S 1.6 86. 4
5.3 ng/mL W AR A EL 6 5.1 96. 4
5.3 ng/mL ¥ AR A EE 7 4.8 90. 9
5.3 ng/mL ¥ A AEEL 8 4.9 92.2
R Ok(:N 4.9 92.0

T YAl 2 0.3 5.4

RSD/ % 5.9 5.9

211 ng/mL ¥ B A # AW &4 1 217.6 103.1
211 ng/ml ¥ ¥ 4 % 251 &4 2 223.3 105. 8
211 ng/mL ¥ E A AW ESL 3 213.0 101.0
211 ng/mL WE H AT HEL 4 216. 8 102.7
211 ng/mL ¥ B AR A0 & 5 211. 4 100. 2
211 ng/mL ¥ B A% & &4 6 208. 6 98.9
211 ng/ml ¥ B /A4 A5 &4 7 204, 2 96. 8
211 ng/mL W A AN EL S 214. 4 101.6
- 213.7 101.3

Tom A 22 5.8 2.8

RSD/ % 2.7 2.7

R7 UBEBEPARNMS ug/L 7 200 gL NBENEE M
i H 9 b 2 A i/ (pe/ L) I/ %
5.3 ng/mL WKL AHESL 1 5.3 99.7
5.3 ng/mL ¥k BELL A A AT 2 5.0 93.8
5.3 ng/mL W EL A WHREL 3 3.8 72.5
5.3 ng/mL YR LA TEE 4 5.1 96.5
5.3 ng/mL W ELAHAHEL 5 5.0 95.0
5.3 ng/mL ¥ FELLH AW EE 6 5.5 103.5
5.3 ng/mL Wk BELL A AN A 7 4.3 80.9
% i% OIV-MA-AS323-09 603
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%78
i H b E R At/ (pg/L) B R/ %
5.3 ng/mL ¥k JELIH4TEER 8 4.8 90. 7
S5 4.9 91.6
o 7 Al 22 0.5 10.2
RSD/ % 11.1 11.1
211 ng/mL L AW EE 1 183.9 87.1
211 ng/mL ¥R A H AW EL 2 178.4 84.5
211 ng/mL W ELI AN ESR 3 181.1 85.8
211 ng/mL W ELTH A EREE 4 197.5 93.6
211 ng/mL ¥R EE A H W EL S 178.2 84.5
211 ng/mL W ELI AN EL 6 184. 2 87.3
211 ng/mL W LT AW ER 7 181.2 85.9
211 ng/mL ¥R A HE W EE 8 171.3 81.2
S 14 182.0 86. 2
T 1 At 22 7.5 3.6
RSD/ % 4.1 4.1

%8 BEEBENLEEBEDRM 125 pg/L § 220 o /L MMBENES

S| PSR/ (pg/L) | MEWRE/ (pg/L) T B 2o A
HZ R ARL 1 125 135 108 0.50
M AREL 2 125 142 114 0.85
M4 AEE 3 125 138 110 0.65
HAE#E BER 1 220 230 105 0.28
HAA BEM 2 220 230 105 0.28
H#HN BER 3 220 239 109 0. 54
AR AEE 1 220 213 97 —0.20
AT AEL 2 220 234 106 0.40
AR AEE 3 220 223 101 0.09
AW BER 1 125 129 103 0. 20
IR BEL 2 125 129 103 0. 20
AW BER 3 125 120 96 —0.25
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HE
Z= Gl 52 e B — SEPRHESED / H bR A br o i 22
H 5 B bR 8 22 = 0. 16 X by e

K48 Horwitz Bt ,
2.2 R F HPLC/DAD #MlliE it B =
2.2.1 EHE

AR Ty % I8 FH VRO 4 B ARG 0 A A R i gl i B R b R R SR RN pg/ L

2T 2R g S A NG A R ST A A A T 8 P A D B e 2 A Y
2.2.2 R

TR IR AT RE 2 AR S0 WO G35 T o AR IR B 5 U8 9 0 TR AR P 7K T B v O
We MG MHETF 28 aIyw. N s s BB Cottif — 208, KR
304 nm 1319 nm K44 b2 25 IF 08 F A A W S RGN 33 A TR A 38 0 AR TR TEA T

2.2.3 RFIFAH

2.2.3.1 &5

2.2.3.1.1 KB TIK.

2.2.3.1.2 WEE, ik,
2.2.3.1.3 TR,
2.2.3.1.4 HWHZE.
2.2.3.1.5 AR .0.1 mol/L,
2.2.3.1.6 LI, LR .
2.2.3.1.7 R >95%.

PLO. 1 mol/L Ay h BRI W N 25 11, 76 291 nm, 304 nm A1 319 nm F | & % f# T
0.1 mol/L R WK P AL EE R . LS E b & R A2l

A I8 STk T A5 1 2 % B 291 nm 304 nm 319 nm
HEAXPMEE .1 cm AL 758 1173 1070

T e Je CUn s B IR 1 200 A i 4 T (2. 1. 3. 3. 1) BL4E TGl I 5 . 51l dn , % V048 Wi B
1.0 mL i F) 20 mL A B IR 0.1 mol/L SRR E R BZI L . LIS B AE & 1)
FR A [ 38 500 1 DA 2 1 AORS i s

2.2.3.2 UE&HEHH

2.2.3.2.1 Jidh MW

2.2.3.2.1.1 5 mLESREINE] 2 L P Erp,
2.2.3.2.1.2 5 mLEEREINE 2 L L EFht,
2.2.3.2.2 VR L WBE-BSER /LB FOK-BEER (65/35),
2.2.3.2.3 VMW 2. WBE-BSE IR /25 B K -T2 (80/20)
2.2.3.3 A WROFIBR M R 0 TS

JI A PR E V2% T AT AE KA N . A (2. 1. 3.3, L D B ARAEI LA L BAE

77 7% OIV-MA-AS323-09 605
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el AT (AN, WA 2. 2.3, 1 DT EEXIR EE A TINE . A BEEMRIC 2. 2.3 3. 1. 2) FI# B¢
WEWRIC2. 2. 3. 3. 1. ) FIARHEIR W (2. 2. 3. 3. 2) WA PR C B &
2.2.3.3. 1 by vHeAk 5 RN R VA V1Y Tl A
2.2.3.3.1.1 @& (£ 100 mg/L)

PREERZ) 5 mg MR (3. 1.7 fff A R85 50 mL 8. %0 0.5 mL HR,
£ 0l 85 3 58 A Rt L E 20°C R R B A B 20 2k
2.2.3.3.1.2 WRBHEW T (£ 5 mg/L)

B H 2.5 mL M BEVA R (2. 1.3.3. 1. DB 50 mL 25 5T U8 25 25 /K 3 20 B4R
2.2.3.3.1.3 WRBW I (41 mg/L)

FBH A mL BRI T (2.2.3.3.1.2)%) 20 mL 25 B0, ff A 35 (2. 2. 3. 1. 6) B i
ZIBELL
2.2.3.3.2 ARV

X FHR VA VR, R L T (2. 2. 3. 1. 644 M BRI 1T (2. 2. 3. 1. 6) H B AH I 1 v . s
Wi 50 pL~10 mL KK E N 5 ng/L:

L 10 mL 10 mL 10 mL 10 mL 10 mL 10 mL 10 mL
jiag vl /yL 50 100 200 400 500 1 000 3 700
Yifh R F i/ (pg/LD) 5 10 20 40 50 100 370

2.2.4 RWHREH
WS = B A AR R
2.2.4.1 %EHE 6 AP R 5 OB (LA OB BE AR DRIES) B 119 HPLC-DAD 3¢
2.2.4.2 HPLC-#E RP-8,
2.2.4.3 HPLC-H: RP-18,
2.2.4.4 SRt
2.2.5 itHE
PRV RE B TE S B HPLC R GE. R 10 0 BF b o 50 3 2o i 9 o 11 P D I
QOVRE ity 35 A7 LA A7 ARV W 2 1 R

2.2.6 B
2.2.6.1 HPLC #:4F &4
FEFMBEANT .

FE1:Co AN, %48 B 125X4 mm/5 pm FH R, B FD
TN AR : F R R R BR 1(2.2.3.2.2);

W& :1 mL/min,

F 2. Cig B (il an Lichrospher 125X4 mm/5 pm, K5 /8 Al
WA 30°C PRI 2(2. 2.3.2.3) 5

W& 1 mL/min;

PR 500 pL;

L HMEG I 2% : 304 nm AT 319 nm Ab,

606 A% OIV-MA-AS323-09
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OrHT 1 AERE— 2P MR T AR I AR A ] S) . A e i H
PRy U g I AL AT 0. 5 min,

2180300 A0 304 nm
7.001mAT 304 nm
] il Az % -12.94
1.500-
5.00
1.000- 3.751
S 2.50-
hi
0.5004 %
[ 1.254
=
F
i 0.004
_60-| T T T T T T T 1
001 100 200 3.00 400 500 600 7.00 801 _ ] min
SRHTH 90 10.0 113 125 138 150 163 175 19.0
B5 #1 GBEESHEO B6 #2 GBEEMRER(AMER)

2.2.6.2 PA0/HIA

WA P TRU 2 3 A b 5 s o R RE % E T S Tt 3 4K 304 nm AT 319 nm R B B IED . 7
2.2.6. 1 BB HEOLE T . O3% R GEX N Z A EEE 28 12.9 min(E& 6)
DAD Y63 Fi ok i — A i A B 45 5 (| 7 FTEL )

52.07
%
] 302.5
317.6
47.5
X 290.0
= 45.0
e
=
42.5+
279.7
40.0+
37.5
] nm
34.0- T T T T T T T T T T 1
240 250 260 270 280 290 300 310 320 330 340
ml ?Bi{/t/nm
BE7 it EER 3 % DAD KikE 8 #fbE R DAD ki E

7 3% OIV-MA-AS323-09 607
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2.2.7 ERBVTEMRTR

i FAFR HEE (2. 2. 3. 3. 2)7E 304 nm By (L35 M M At £ . A bm vk 2R 47 9 b 22
R E . W AR S 1) e 5 190 |l 2 732 e P AT S R B D IZ M 0. 99, Z5 R FROR
AR pg/L.
2.2.8 FiEMREE

Hi R R

Kz BR 0 5 I E i FRAR S DIN 32645 CEL3HEMN A2 « 2 YOl i 25 1 56 SR it o =105 781
a4 IS A VL T AR A 40

f PR :2.5 pg/Ls

MR 8.5 ng/L.

etk

TE 5 pg/L~100 pg/L BYRETL I PN B A 9 4 0 2 o 1oAY LA O R PR SC AR (TR 9D

5.00 4

4.00 4

3.00 |

RS

2.004

0.00
0 10 20 30 40 50 60 70 80 90 100 110 120
WRIE (ng/l)

B9 mMGEaFEERRMESHRAENRS
(R?2=0.999 9)
2.2.9 EWmEMBEZE
A3 AN IS gy A B R AR AEY) B9 1 Bk 20 R 2T R 20 R 25 T R U 5 YR, X HLIE A R
A PEIEATIRAL L A AR 9 TR,

X9 ANEFEREEMIEDENIEIDEPRMEBRNNERCER

TE B AR B 9 b IIIELCK (IR -5 1) 49 b 85
e 951} Inl i 3 %% VA
a B Ea/ (ng/L T/ (pg/L) | R E/ (pg/L) '
5. 04 100. 4 0.0
4.70 93.6 —0.2
i E oA 5.02 5.12 102.0 0.1
71
5.29 105. 4 0.2
4.97 99.0 0.0
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98
TEFER D 1 g fh B s 04 Al 2 I A A0 At B
R pus - s i % %% 71
&8/ (pg/L) REa/(pg/L) | BZER/ (ng/L)
A 5.02 100. 1
PR 22 0.22
RSD/ % 4.3
I - 0.85
4.79 95.4 —0.1
4. 83 96. 2 —0.1
M 21 3
s ARAG H 5.02 4,76 94.8 —0.1
%
4.79 95. 4 —0.1
4.73 94. 2 —0.2
FEIE 4.78 95. 2
k1 22 0. 04
RSD/ % 0.78
A - 0.15
1.61 91.8 —0.2
4. 65 92.6 —0.2
217
. A 5.02 4. 89 97. 4 —0.1
%
4,67 93.0 —0.2
4. 34 86.5 —0.4
A 4.63 92.3
1 22 0. 20
RSD/ % 4.2
HIM - 0.77
19. 73 93. 1 —0.2
20. 66 97.5 —0.1
A ]
s KA 21.2 21.16 99. 8 0.0
75
19.73 93.1 —0.2
19.58 92. 4 —0.3
Sy 20. 17 95. 2
e 22 0.70
RSD/ % 3.5
HIME - 2.7
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18 BEBENREETRN X

*9E)
TE LA TP i A i 25 I 4 F 52 1) 49 b B
R P e o i % % 7 fii
RN & & pe/L K pg/L HIN& & pg/L
51,84 97.4 —0.1
51.91 97.6 —0.1
A
A 53.2 51.42 96. 7 —0.1
%
50, 12 94. 2 —0.2
50. 62 95.2 —0.2
FHE 51.18 96. 2
P 1 2 0.78
RSD/ % 1.5
M - 3.1
C KGR 2.5 pg/L.

HEGE D
BHEMMR r=FrAEE X100 X2 V2
ZAH = (W& & — i) / B s Y bs i e 25
H FR AR AR 22 = 1/100 X 8 i1 X 2¢1 05 logis i)

K # LK

[1] DIN 32645:2008-11

[2] UV-und IR-Spektren wichtiger pharmazeutischer Wirkstoffe. Editio Cantor Aulendorf. 1978. Herausge-
ber/Editior Hans-Werner Dibbern in Zusammenarbeit mit E. Wirbitzki.

[3] Macarthur R. Feinberg M. Bertheau Y. 2010. Construction of measurement uncertainty profiles for quanti-
tative analysis of genetically modified organisms based on interlaboratory validation data. Journal of the
Association of Official Analytical Chemists. 93(3). 1046-1056.

[4] FV 1351. Dominic Roberts and Adrian Charlton. Determination of natamycin in wine by liquid chromatog-
raphy coupled to high resolution mass spectrometry: standard operating procedure and method perform-
ance data. OIV SCMA March 2010.

[5] FV 1355. TomaszBrzezina. Natamycin in Wein. OIV SCMA March 2010.
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i OIV-MA-AS323-10 ik
SR s — FH g

1 EAEHE
9 38 F T A A T AT R R TR 2R T A I
2 JRiE

o ] S5 2 e OB o SR 26 A i v A s SR SR O . AR T B0 4R IO T SRR Y R Y
AR BRI 5 1 BT T I E

3 KA EHH
BR 53 AT UL A o 20 BT FH 50 32 O 20 A 4

3.1 DMP 48K —H g —H g,
3.2 DnBP 4FZE g — T g,
3.3 DEHP 4B Wk —(2-Z5) O 1.
3.4 BBP SR HIRT WA,
3.5 DINP 48K “H R — % T-M&.
3.6 DIDP 4K iR — 3205,
3.7 DCHP 4B% iR —Hhs.
3.8 DEP R _HR LM,
3.9 DiBP 4B —H R — 5% T 5.
3.10 DnOP 482K —H 2 —1E ¥,
3.11 DMP-d4 P4z,

3.12 DEP-d4 W5,

3.13  DiBP-d4 P45,

3.14 DnBP-d4 W45,

3.15 BBP-d4 N5,

3.16 DCHP-d4 5.

3.17 DEHP-d4 Wz,

3.18 DnOP-d4 P45,

3.19 SO ke A,

3.20  ARUEVES W - T R 9 A BT A4S O A6 A0 S F DY IR R R e b e, DA B
15 YL,

3.20.1 fE&®&

1 g/L A8 — W IR B — ¥ 9 3 S PR 100 mg £ Ah A8 — W IR IR T 100 mL ¥ i

7 % OIV-MA-AS323-10 611



ow E1Es WESBREE AN

L R IR RO E R R 2N

5 g/L DINP-DIDP #— W : 43 BIFE 500 mg DINP F1 DIDP F 100 mL %5 & 4,
SO I E R B AE.

0.5 g/L AR — W AR bt AL 7E 25 B Y 25 mg LU . 8 — M MR AR
PR N AR HE R FE R 2 50 mL HEP IR EREZE .
3.20.2 TiEW

1 mg/L AB4 W R TR TAEW (S)

M1 g/LF1 S g/ L AR — W BR IR it #5 W (3. 20. D H1 45 M 100 L & 100 mL i,
IFHR O EREZE .,

10 mg/L &4 — R IR TAEW (S,)

M1 g/LA S g/ L ARA — W MR R i 45 W (3. 20. D&M 1 mL 2 100 mL 28 &I+, I
Mol eRm 2R,

10 mg/L MR TAER (IS)

0.5 g/ L AT ARAR HE St it A W (3. 20, DA H T mL~50 mL & &, JF = & ke
REAE,
3.20.3 fREEMZ

PR ) v B S OB T AR (3. 20, 2) MR HB R 1 BT RETE A T SE kb B L o o 0 (1 DL
5. DR, AT

=1
BEA | B W R R B/ (mg/L)° Sy R/ pl | S R/ pl | ISTRE/ul | 52 BB/ uL
Cl 0 0 0 50 1 000
C2 0.05 50 0 50 950
C3 0.10 100 0 50 900
C4 0. 20 200 0 50 800
C5 0.50 0 50 50 950
C6 0. 80 0 80 50 920
C7 1. 00 0 100 50 900
*DINP #1 DIDP ¥k J&¥ i3 L) 5.

4 SRERLER

4.1 DY FARF B B S
4.1.1 50 mL #1100 mL A A,
4.1.2 50 mL BZEPL B0,

612  Fi% OIV-MA-AS323-10




4.1.3 10 mL HZEPRIAE .

4.1.4 25 pl.~1 000 pL i A 3R FS WA 8 5 1SO 8655-6 K IE .
4.1.5 ZHWAL,

4.2 SR

4.3 AT B X EE (40 Varian 450GC-300 MS) .,

5 SR

5.1 Fikbig

— i T AR W] BB AR AE T S0 56 = IR BT L T LA A 20 T AL B DL HE BR AH OC AL A
¥

——RT ﬁ%ﬂ&ﬁﬂﬂ%ﬂ%@%ﬂmhﬂﬂpw»Mﬁ%%ﬁ&ﬁm .
v 57 AR S

——Hﬁﬁ%%ﬁ%&%ﬁ%%mﬁﬁﬁﬂﬁﬁ%&mt?iwm2mo

O PR A B 5 O %) 70 v 0k i 25 44

R 3 S 1 B R O SRR T

R UR R R A WA S AR v A TR

—TEAM ARV TE LR AR T 0 S 5 a8 LR .
5.2 HmaiE

— 12,5 mL B4 T 50 mL B0 L IR A 10 mL R A K.

— R (ARG £ 1 min,

R E Y Z H 50°C A AL FE 30 min BT LUMMEE 422D . B 8 mL A HLAH I 5 A5 #)
10 mL 48 h . 7E 35°C £ F #47 AWK (0. 3 bar) , {H3EE SR T (GE/R IR EEAR RSB 1T 40°C)

— HRCHRESZE 1 mL IFEG MBI T IMA 50 pL 0. 01 g/L #rfER W AE N N
b o 2 B 28 SRR TP R

T < 0 - — 5 IR T LA S A0 BT B0 S R R O B A R AV A RE S . E R 2R 4 B A

20 pL BRE G AR OB AR i .

5.3 ZAIRKE

Fie 5.2 FE IR AL B HEAT AN AL S 09 23 1 B S 00 1 A
5.4 SRBEASH

AR I S A% ) 1 BE » e 3 0 0 P R AT SE MR A B . AR 0 T 2R 0 LR SR A
FRAE (38 151 IR 5% B
5.4.1 REWH
B SRR R LR (D 2 O o UG ARMERE i E R BERE LUK (3. 20. 3) e $i
v e I L« i i 1 0 22 A ERE P O
R o U A ) 2% 1 o o 2K
—(App /A = fCegn /cs) o
Hr
AU T R 5

7 % OIV-MA-AS323-10 613
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W
IS— Hr.
BE—FP AR 2R F IR TR T 2 AR X N B AR UE A2 &, k48, DINP fil DIDP ] DnOP-

c

22z B

d4 %,
5.4.2 HE&OW

NZS X BRSES (5. 3) FF i i sr HEAE SR A T o . SRS A HERE (5. 2)2 IR, ik BE A
ai HEAE ST L 5 R R VG R AR AL

5T A BERE ST L A T AR VS W R — U ARG IR 15 5 TR R R AR S 0 R 1

T — YRR Y E A e R oA A 1 04 T AR, DT AR PR HE I 26 (5. 4. 1) b B8 L SR BV A
i FR VR JEE
5.4.3 #HREXZR

THE AR S PR RE S5 SR 0 P BME L OF ) mg/L 2R,

6 BREEH

T A — UCRE b 23 BT i AR £ A5 ot s v v JE AR R BR B 0. 020 mg/ T 47 & 424
5.2 Hh T Y A5 A i B RO A 1 A A P e ST R AT ARG L ARG I 45 SR R (] i A AR A
JoRC A 4 o) A R B R

7 TEFE

TE S5 28 vh 58 U 20 BT SE 56 75 5 ELAT R4 A o A R O L 0 A A T R E e 4 T
B ¥ AL 30 BR 43 30 8 0. 040 mg/L il 0. 080 mg/L., #E M (CV.) . EIME(CVi) Al i
REEINFE 2 Fin

*®?2
SRR Z W R R I/ % HEE/ I/ %
DMP 4B 2% — i — 1 g 67 5 8
DEP 2828 — H g — 2. fig 84 8 11
DiBP 4828 —H R — 5% T fig 93 7 10
DnBP 4825 — F iR — T Fig 95 5 7
BBP 487 —H g — 5 T e 98 5 6
DCHP 483 — I iR —FF T g 97 5 7
DEHP 2F 2% — H iR — 3 O fig 98 6 7
DnOP 4826 — H R — 1F ¥ ik 98 6 7
DINP 4% — H g — T-Fig 104 7 8
DIDP 47 — 1 fig — 5 5% i 96 8 11

AT & bk 4 3R AR — 2 19 A0 - 24 1
TEEME.(CV).6%,

614 7% OIV-MA-AS323-10



Hr ] A (C Vi) 8%,
8 KMHREREER
N 5 e — ol 08 % — P TR T ) A 00 R B i PR 3R 3 S
&3
B8R T R R PR/ (mg/L) R/ (mg/ L)
DMP &5 2% — H g — 1 g 0.010 0. 004
DEP 42k — W iR — Z Wi 0.010 0. 004
DiBP 487 — H ik — 5 T Bg 0.010 0. 004
DnBP 4[4 — W i — T g 0.010 0. 004
BBP 42 — iz — % T g 0.010 0. 004
DCHP 452K — H iz — 3 & ik 0.010 0. 004
DEHP 4% — W fig — 3 & s 0.010 0. 004
DnOP 4B 2 — H1 iR — 1F 2 i 0.010 0. 004
DINP 4B — H i — T i 0. 050 0. 020
DIDP 4B & — H g — 5% 2 [ 0. 050 0. 020
J % OIV-MA-AS323-10 615
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it % A
SRASIR RSO % 35T g 45 1

Al SHEBEEYG

VEF-5 ms @i 4E:30 m<0. 25 mm 45,0, 25 um B2,

PARITEEIREE

100°C# 8 1 min; 10°C /min FF il 3 R 7+ ] 230°C; 4k 42 L1 10°C /min JF i 8 2 I+ 3
270°C ;4488 2 min, 25°C /min J}HEH Z T3] 300°C ;{4 8 min,

T LR E A DEHP fl DCHP W4y 85 JF ({178 MRM Bt i B2 6 D .

MRM B AR )7 AR AR 80°C R B 1 min; BL 20°C /min F i 32 A 5] 200°C ;5 DA
10°C /min FHE % FF 5] 300°C ; f£ % 8 min,

HEFE T 150 CLRHF 0.5 min; A4 iR L LA 200°C /min FhlE #R T3] 280°C

A : 1 mL/min fERA,

PR pl,
A2 JRIEZH

BT CELE R 70eV,

B IRIRE :250°C

TR 2R FE - 300°C

AU IR 40°C

B W R IR 2 1 AL PR IR R 1

7E SIM BN L 38 AL L FR AL T R A8 2R R IR DA K AT IR 2% 1% 5 4 2 - R b
EVEE T

£ MRM B0 .38 AL 2 FoR 1 BRI 1 4 A 48 2% — I IR IR LA B AR AR R] 467 R /9 5
HHGEVERE AL,

# : DIDP 1 DINP & —FE G, (il A58 440 B e AT Bt LUEATE S — A o hr i .

KA1
B R EPERF m/ =
ERBET m/z
Hh A R YL 1 2

A — T — DMP 163 77 194
DMP-d4 167 81 198

A I 2 DEP 149 177 222
DEP-d4 153 181 226

A T DIBP 149 167 223
DIBP-d4 153 171 227

A B T DnBP 149 205 223
DnBP-d4 153 209 227

616 7% OIV-MA-AS323-10



* A 18
S EEE T m/z
EEET m/z
R SC 44 R YA R 1 2
BBP 149 91 206
ABIK T F R T3 LR
BBP-d4 153 95 210
DCHP 149 167 249
A R O g
DCHP-d4 153 171 253
DEHP 149 167 279
AP R . (2-2 5 O g
DEHP-d4 153 171 283
DNOP 149 167 279
AR 2K W R — 1E ¢ g
DNOP-d4 153 171 283
A8 — W i — T-Jig DINP 149 293
AR — g — S B fig DIDP 149 307
RA2
Zﬁ: P =} 2
— EEEF m/z M F m/x
RS04 R SN
DMP 194>163 194>77
LB 2K R — F g
DMP-d4 198>167 198>>81
DEP 177>>149 177>>93
A HIR LR
DEP-d4 181>>153 181>>97
DIBP 223>149 205>149
82K W R 5 TR
DIBP-d4 227>153 209>153
DnBP 223>>149 205>149
82K — F iR — T Mg
DnBP-d4 227>153 209>153
BBP 206>>149 149>121
ABIR TR T 3T SR
BBP-d4 210>153 153>125
DCHP 249>>149 249>>93
87K " H R I O R
DCHP-d4 253>153 253>97
DEHP 279>>149 279>>93
AR . (2-2 5 O g
DEHP-d4 283>153 283>97
N DNOP 279>>149 279>>93
RK W iR — 1E ¢ e
DNOP-d4 283>153 283>93
AR — W i — T-fig DINP 293>149
AR — H iR — R B4 g DIDP 307>149
J % OIV-MA-AS323-10 617
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[1] FV 1371. Detection and assay of phthalates in alcoholic beverages. 2011.
[2] FV 1234. Questions about phthalates. 2006.
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T RE2KTR

Ji 7k OIV-MA-AS4-01 FkRmy

A 5

(Oeno 206-2010)

[(B#]

A 2 G 0 1 A 2 R B Y A TR R /S R R - L T R T P A ) B R R L S LB
Xt S i P9 G 36 2 478 XoF 4% 2 7 BN A B0 A% b S I 0 B S
T < BT A S 98 0 250 T R 10 i L7 A 0 TR D 8 2 T A o 30 A A O KT B 1 3 v Y
A R R VBRSEAR H TT DUH JOE R OB I AT I T . ERETT U T SR
Rl » 20 Z50 8 £ IE B IBURE
[iEAEE]

Tl A M 2 A P T DAL 400 681 395 0 i oA A R 4 T A T L R R BT R 2R . X
675 kA AT LA T4 5 A 0 M 0 50 68 2 A o A T I A LR

1 F AN A

H ) SEE6 == N FS AR A5, WIRRvE 1SO 7218:2007¢ & S M sh ¥y ikl s B9 A=t e
W) R e 3 W0 ) B 1) A 44 R

AU LA 3550 R A kL

——H PO T TR S 0 A RN B B A% L (I B Y B E R T D

—16 mm X 160 mm 5 #H B I, AT A9 9 mL JC R 8 H RK R IR &
1 g/ L) 5] T4 it 2 S 8 1) HC A s R A 5

——— CFEIH B L 4 b A R

— 3V BRI

R AT TC R ML : 1 mL 0. 2 mL;

L B ECE = AP B B 5 BRI A

— WP EL AN T

ST A Y T TR AT A 2 R R (BRI 2 D L fLAR 0.2 pm AL 0. 45 pm, BB B H AR
47 mmiY# 50 mm;

— LW

—10 mL M IC KA

2 EEMMEE
B S22 A B A 4 L AR YE 1SO 7218 2007 £ 5 A Zh Wil B vh i 1k

77 i% OIV-MA-AS4-01 619



ow 1M BWEBHNEE TN

Py 2 5 8 W) ) BT 8 S R 4
AW H LA 4
AT ERE B G TAES . WA 5 RAAT (50 cm PD #AE;
— RV R £0. 01 g5
R AEIK A A
IR R YL 25°C ~37°C
—pH i K™ )E N 0.1 pH, HE/NZIJE K £0.01 pH;
—VKFE IR ETE 5°C £3°C s ¥ R AR I B B IR T — 18°C , d5 AR Ui B BB Ak B
—24°C£2°C;
—fER KA IR E Y 45°C £1°C;
— IR
— L W
— AT
— W &I AU
— JREIGFR A (B AT IR AUk AR 20 1Y 28 B
AL 47 mm 803 50 mm P8I AR 0 U8 A 5
TR BRI 7 e B R 26
— TR 5
B

— HER,

3 EN#F

WORE A AR o 45 51 25 25 0 00 2R 9 JBORE T LUl BEFFBE i FE 200 G R
SE LUAE 52 56 18 50 LR A= W) B T RE A 7 ) 57 B A BBOARE S IO A 000 1 B T 7 A 7S 4%
JEE R RE AL ARAEDL R OL T SRR RE R T E d . AR T I 2E 1 B BURE B AT A 2R 0T 11 AR 20
K — TR I HLAC O 2 L~3 LA RS o SR RE il b UM B 7R O A

IR dh 20250 VR AR AT I RV AG 30 20 BT

Pl e A B o B DL R R

A7 RE A A 28 T L A B 1 A 2 v e s A AT, AT 250 mLs

R AR AT ARSI ADT AL,

4 FRE®R

4.1 HH
H B AE T 32 1 T 33 A= 4 95 % 1 IXUIG:
4.2 [HIE

F T — S 1 308 XU BE 2% 1 52 Wi 22 5 2 B A 0 ) 3% 31+ DA TS B0 4 79 110 — S R AR
A Gt P L TOE VB 5 ) Al adad S B WL ok fy s LA v E Al
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MEVRE So

4.3 #BRIEFAE
4.3.1 BREAHTHREMSR

K 50 mL (R AE I JC T g A0RLUE J5 i B T — AR AE S D 150 mL Jo i HEIR A .
FMAM T ZAMCE 3 dL AR5 WG TR AT AR B Ak OTE A B . 2 L
T ICYE 7 R BT (A A I P AR B AT L
4.3.2 BFEFHTHREEIE

H 100 mL T R 22 5k TG 1 i 40 i e i T AR AE B R 300 mL JC TR HE S R b L
T 30°CHEEFRAE AR R 72 h A0 BURE A Y A8 A N S BROE L%E

5 AWM EHNMESENERITH

5.1 REHMNEPHEMBEKRE
5.1.1 BH#

SBUNUWEERTR € RUE - NN | DI TN P A R N < sl P S B R R (BN TR € e 4
ANBE X A A W R AR SR 0

V3 2o Y OO TR R Tl B R

5.1.2 HiE
SEURTATE NN SN (R RIDUE S PNANDE T & N a - N: 0k - et /8
BAETTE

WA S UUVE YT B4 R R AR . MR A g e £ (£ F5X10° 4~/mL)
B A W] B WA

AR HE AR S B W B R SR 4 . PR 10 mL 35S A9 I A L
3000 r/min~5 000 r/min fHBEE L 5 min~15 min, £ FIERGTIEY 5B EE O
IR ARIR ST .

P S0 8 R A7 R B — 3 YR (AR i R T TR 1) & JE 22 BRIBUR ST U VE W T i i 2k A
b @ bW R E T RMBERY G b SR — A5 05 OB SR A i 6T B R R 400~
1 000 By T K AL E, AT A5 31 07 47 1) WL 58 245
5.2 BE=RIBRI/AFEHNISHBENAMECGEWSE 6 )

5.2.1 HH
A2 TG n] T X LR T 40 M A 22 B D R R T T (A 22 TR I A B ML e AT
L.

TE ABE R 22 [ B 25 R 4598 . N D BR T LR T R IR 78 2 A1 38 mT REAE e AL 4R 74
5.2.2 R

22 PR (1 D B AR Bl A0 D 110 235 4 A S A ) 22 R DX 0 B PR T MR P . 2
P PP T 1% 200 B 55 i 0 288 5 A AR A 9 JI SR L 33K 1 75 T RS RE A% 2E N BE L U A R
- TR A1 AT 200 S BT (RS AR I B 0 e T A S o 2 T BH M T 0 PN
AT RS TNR AR A o DRI AT TR SRR Y PA) BE R RS ) B 2K A TR A5 T R S BE EE A2
i« AT 2 O BT e AR 5% - A TR 5 W I R 52 (L s TR

TSR SR ] G, 2 IR g 25 T RE S DRI £ X G A T i R I B R
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F1E oy wWEBREE TR IR

HAr B K L 8535 24 h~72 h IF Ab 50 EAE K 00 B Rk
5.2.3 326 Ak G 2B KO
5.2.3.1 LB

A TR 2 g B IR (4t ) T 100 mL A T, A 20 mL 95 %6 114 15 4 V2 f#
FREL 0. 8 g BIREL T 80 mL ZEIB/K h gt . KMV MOR A I F 24 h J5 M . F9- 0 F i
TE AR E , T O e SR
5.2.3.2 {XICIFW

il 4% PR 2 g UL EPI T/ B7K (4 mL~5 mL) HIf A 1 g B A T e 46 RS
InzE K & 300 mL, T4 h BOGRAE .
5.2.3.3 FELAHMW

& FREL 0.5 g #4TF 100 mL AFTEIE . A 10 mL 95 % B9 ks A1 90 mL 218K .
AT T A B G AR AT
5.2.4 BEFE
5.2.4.1 BHHEE

W R SR AR R R B P A B IR AT B R . B R IR B 4 TR 22 Bk BURT fE 1) B R ) QRO B
FRUES O i) BB A A 8 35 B vh BRI, 5 — T T B KR AT .

W — T B VR AR W B R b AR AR T SRR R B D A AR A KT 3 R H
HAbIMMeE R A E . R H )G g6,
5.2.4.2 U:fn

52 G (v R rb o i L e IH SRS 2 min S5 FHZE IR shk i

IA 1~ 2 i % X TCIEW, 30 s i FHZE IR K vh ik T 01 FHUE 40 1

JIA 95 035K . 15 s Ja FHZE K oh e T 0 IR 4RI 1

AL LT VAW .10 s J5 e =97 I 4 + .

T — 8 B T V8 5 19 B — A T DA A 400 T L 5%

GERL AR (RS IRHM R 2L OE R A, BERECEL R 246,
5.3 RREELIG GFEILAE 6 1)
5.3.1 B

DX T 1 T R PL 2 . R TR R T ok e B 1 L PL R

VE < S LR Ao 5 R R 08 R R T L R A R R A 2 A3
5.3.2 [EE

T S AT 0 3 A Ak SURE T 4R R 1

o
21,0, %o, 040,

B U Sy fk g
LA e A B A

5.3.3 k7

306 o SR R R

il % W 10 mL 30 %6 3 AL & F 100 mL (452 2 b U8 2 5 1) O TR 25 4R K &
ZIE . 435SR O R BEOE IR A . RS BB .
5.3.4 #BIERZE

TE B R 3 I — 3 3 6 i 2o A SR VRO I — U8 B 00 B 0 SR A R R Ok
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UG IR T oA i A ARG, A B AR E N7 B3 B b 08 ¢ B SR B il o Y o T 95 A
TR I . A IO I 3 3 2 B WL GE 45 2R (10 £ H B «
5.4 BEEWBEITEH—Mmakit#=F
5.4.1 EH

T R T 1) R 7 Y 46 2 TG RS 1 1 T B b B E T R AN MR H o T R B Y AN A
FH 5X10A/ml, I A 2 0 R 2 10 AT B S A B A O T R R U
FE 1000 f5EL 10 000 f% 5 TH5 . # 4 T BR0R1 4510 2 A 55 /0 I B 240 i Pof 75 22 890 (3 000 g
5 min) 5, JH— & AR R B RTIR S UTTEY) .
5.4.2 HiE

T — 0 T B W T AT B E W B b TP ECE B 0 BT R B SR Tk
R 3 A DT e W/ - BT TE BB R AT . SR A0 I A e € A 258 AN BE R
k.
5.4.3 K FIFnHF A

ML 20 T 8as, SO s , iR A = 3% A, W Burker, Thoma, Malassez, Neubauer 2

b
=i

I 40 A SR 1 5 3 R < 358 Y T B (SERE 0. 17 mm) 25 5 &5 i A8 I AN REORUE T4 s
i TE E AN TE T AR

1 mL #l 10 mL WM Rk

100 mL Ay 7 B .

250 mL AYFERL .

5.4.4 &%
B AL ) 38 BT R AR B 250~500, 2% AR 22 .
0 35 N P4

1 20 ifd 31 %% #% 1] Bt 45 Burker, Thoma.,Malassez. Neubauer 2 A G B340 s . o E -l
it 8esE i8R F . Birker, Thoma F1 Neubauer B2 E R E H 0. 1 mm, Malassez N
% 0.2 mm,

Thoma HHEE A 1 AHEAN 1 mm® FRIETFTE, FFEAEBUE 0.1 mm’ (10 ' mL),
R TET BT 50 1 16 AR iE 5 AR 5 B IE 5B i — 2643 i 16 S/NIE B .
BA/NE I K/N K5 0. 05 mm X 0. 05 mm, ¥ 0. 1 mm, K &4/ E T KRR
0.000 25 mm®(25X10"° mL) . MW IEJ B # TR 2 AT AT 89 BAS T IE T A 16 A/
EHFE,iBE 0.2 mmX0. 2 mm, @ FLH 0. 004 mm? a8iFARF N 4X10 ° mL,

Biirker THEAFEA 9 AK/ANH 1 mm® BIEHIE B IEITTE X 0. 05 mm [i] Y AU
453k 16 A1Kh 0.2 mm (9 IEF T, L IE W TE N 0. 04 mm® &k 0. 004 mm®,
FHXLZ 43 B 1 5 ) /N IE 7 IE AR 0. 025 mm?

Neubauer, Thoma il Biirker TH40% i K /N E T 2 T ER & 48— 19 . Biirker TH40%
) v IE 7 T A Hoft 43 B4 L R e Fe B2 Sy AT 4R
5.4.5 KIWHEAR

T 55 38 7 7 A A A0 OR R R TR . THECE R U T S R AR A Y R
L, DR T B B s 5 e T o AT R K B T T O O P AR E A T

7 % OIV-MA-AS4-01 623



1545 HEBNHHTRNUA

SR T 2N SRR — A TH L B8R 0.5 00 I B IR AR by 8 V7 L I ] okt A 2R =k L (HL
] fi £ 5 i 7 B i Y (5 LA K3 A0 AN SE AN A T . nT A e A 7 A B AT R

JFH W9 W B it B 3% R b 4% B LU P AP TR S8 A .

AR 1

W W B BRI S AN R AT AR RS LGB R ORGSR, A0 SRR W R R e, Wik
HURE ) B B B B EE AT Y 8 6 1 mL AR T 1 mL R ROIR S) . AN Wi B ol i R
VR o FH WGV R JBURE it o HIE AL T8T 119 4~ 5 3 2 TR VRO 76 203 R 1 7 A 50 X 45 i — T
{%{ﬁ(ﬁﬂﬁ%% AR A AT R RE) .20 s N B3 i ORI . TR IX O R AR e A

T AR TR AR B i 2%

LR 2

W REB R PATT E MRS, HE PRSI R RIS AR BRI 6
2R (AR .

AW B R BRI — A HE AU T A 4~ 5 TR FE S T — T R
FE IR TR B R Sl . AEBE A I 5 — 0 R R IR AR o DX S AR 8 A
Y EP SRS UE-

JORELT A B R 455 B 3 min, LR PREEE AN MO DTTE L SR 5 CE U T AR

BAMEFTE 10 /\th’ﬂ%,M\/ﬁi”’%/ﬁz%ﬁd’ﬁ,ﬁﬁaﬂé/\ﬁ*ﬁ%ﬁﬁ%ﬁﬂﬁiko Xt T
2 fih 85 1 A TS B A 0 00 00 A0 R AR P B L A RS R A 1 i % 4 i D)
TERAE N ol 0L 00 T R 40 0 S 28 0 RN T R A 20 B 1) — 2 3 R — A H 5 5
A — A

A5 BN R 0 A MR B BGE BRT- Y 200~500 AT IR . B 0 P i T AR
HAIZE R > F 1020, WX RE ST 70 B B B R BUPE T B 5 2 R a2
5.4.6 ZRFR

WA CZ—A> 0.2 mm KA T 7 0 4 BT 5500 1 35 500 D0 RE O 4l g T Dy

TR AN/ mL . T=CX0. 25X 10° X Fi B K T

WR CJ&—~ 0,05 mm 314 1 /N7 48 240 M 55 - 240850 TRE St 4 i B T 2

FER AT R AL/ mL . T=CX4X10° X f B 4 7
5.5 B
5.5.1 3uHE

T T A B T R AR R T R e AR A R A, PR T
FRER R T 10 g/ L M A 7T AR & %007 W6 T 38 T 0 & A BERE R FE S, 4058 40 R
KT P B F AR,

T« B 4 B ) SR (7 VR T UL R
5.5.2 &N

I TR 200 R % 30 D 3% e o I PR R P 4 UG G AT AR W o AT TR B 0 A A U R

L 005 40 i %5 B RS A0 M 8 B RT R 0 A0 e S A R T 800 B L i
R 0 X431 A0 i R HL BB B ) O 1A ELR T B S 9 A0 D D IR = A B OE A N
2 4K

T EERE 5 W B R T 100 g/ Ly R0 43 20 i A 2 R o R R U A T 1
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MEVRE So

T SR 2 LA AR pHORITAR 5 A 22 phk L e O BB IE B E AT . I 0 A fl ] &
AR RS A WA TR
5.5.3 RXFIFAH R

VR A W S R AR AL 0. 5 g/500 mL,

Wi B:KH, PO, 78 /K¥ W .13. 6 g/500 mL,

%W C:Na, HPO, X 12H, O ZEMW/K W 2. 4 g/100 mL,

VW D:498. 75 mL % B+1. 25 mL %W C.

FEW EF 500 mL %W D 1 500 mL B IR A TR S R 2 0 37 FBE W 2% ol s W, AT
pH £ 4.6,

5.5.4 EEBEMEF

AR L ORI 250~500, AR FHAH2E .

MR I B S IE A, 88 1 g0 i 315k #% ( Thoma , Biirker 8 Neubauer chamber) .

ERERIE Sy

FE W Ak .

5.5.5 ZRIEHAR

T 2 M4k

E— RS W I A B B, AR MG BRI S A KA
100 AR My 1k . IR — /MR A 4 BRIl T8y LIS B3R . £F 10 min Y
FH 400 BB AR A5 g £,

TR 400 DA (T AR A M EE (O BRI R THEN e &
JOTRE A3 B A AN M . XY 2 TR A 1 R 40 M T, R 2E AR BRI TR A M Y — 2, AR
1SR . AR 2 AR B R /N A6 T 53 R T RE A0 A — 25, 00 5 2 AR 4, BRIk W 40
01 R A 35 240 L
5.5.6 #HRRIR

WA T S S e g, C AR A M E S 40 i E 50k

?ﬁémﬂ@ﬁé}%ﬁz=TT;(3x1oo

6 WAEMHEFITH

FLBY < 35 8 9 TR U E W B A AR B 2 75 e R B2 L 305 2 A ST O U E M B
R (8 019 %5 97 BE AN IR 25 AF A 4 Bl W mT LA 530 BB LR B 6 PR 11 A 1

Ji B AR A AR W A B R B R S M B B R A F T AR OB R L T BE AT I R A
] A 55 % e mp— A 20 i T B DA — 5 A HIR T AL 2 M DT

6.1 WEMHERE. LT (FRITH)
6.1.1 SEHE

SR Y S T T B L TR LR T R TS TR T % 3 e O 3 i 0o I R B R AR R R A A
B IR v A R R TR Vs R AT TR T8 T A o e P B O R S A T R A T )
Je A A 2 T 2 CRL AR R VA A D o X AR W AT 2 A R LR TN R S R A
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F1E oy wWEBREE TR IR

o4 ) B Lk 6 2V IR 28 ) A R
6.1.2 RiFEMEX

AR SRR AT e R SR LA ]

CFU & #% JE iU A
6.1.3 K3k

A T S AT S 0 B AR ) B A I R R — /N R B L G A B TR L R
T 5 RE G LIS A ARG F2 3 b (UL 6. 1. 7. 4) , T S M LA ‘BT 80 W A K i Sk 1 35
— A R T A o R A M S — A SR A A PR R T L T . AT AR R T
TE 10 TR % B0 AR R SR A A b B A B B . DRI 25 SR T A O A R AR T 1 Al i 4K
H(CFU)”, nRFE 5 b i 40 50 2 W0 647 3% 2 1) 05 9 e LA (S 34 S i 3 A5 1 181 % 2
G FEITE 10~300 Z (0], 4 SR 5 rh S AR B A A A i AK, ATH 0. 45 pm~0. 88 pm B LI
JEMEE CEEREF 0. 22 pm B 0. 45 pm) KR4I & 4 L AR5 B TRy R LR K5 9% .

UE 2 BT 0TS B R R AR RE S P 4l i 2 H <1 CFU/ K & #L ~ 10° CFU/mL 8§
10" CFU/g,
6.1.4 RXFIFAHFHS

meEs 13 Frad AR, LR

—— (16 mm X 160 mm B FZORE A 9 mL TEEAMKCGEAR:1 ¢/ EHT
T i T2 5 s B 1 JEL A BT (B SR D) o RS TRLRE T i R i LA R

NRBEE R T 4 /RS

R T 7 /R

S P 4 26 < 2 A5/ B

KRR : 1 mL f1 0.1 mL;

L UG = A0 0% 25 i 304 0 e i e U A e

VR P A A A2 0 90 mm Y REFRML(56 em®) , i 15 mL~20 mL Az K15 57 ik 5
JE L g - #2717 18 h~24 h T EHAEHK 90 mm 54 60 mm B35 R ML A {H{F 15 mL~20 mL )
B g 3L ORG 7E 55 FE S R 1 FEBIE 6 mL~8 mL 94 K 15 75 35 (B A R AR S i 1 ~2 A
B .

PR T8 R A YMLUYEPD WL 25008 . YM SR 5 TGY Bfg . an SR A 0 = i
P BE 0] R 2 R B A WL BIE - A (B S B 15 35 3 sl S 3 35 37 3L .

PR P T8 R ] GYC Bl L G2 (38 Kneifel 35373 (ff 5% E, Bi 77 B IR) 855 8500 55
A,

FLER B THE R MRS Jin 20 %6 3 i (B35 VAT 4D 7 80 R /9 ATB 350l CIF 28709 2R 5
iR 50 JTIB g hg \MTB Bl (B 5% E, 85 55 50 sl A8 a0 iy 15 97 4

2R LT B SR o R 22 K BAE L DRBC B iE s MEA Jin UK 2 (100 mg/L) filgE 7 R
(100 mg/L) (B 5% E, 15 95 50 Bl S5 iy 5 77 3

AU R B H B T B THEC PR 45 4 0 BT A A P BB TR A 7E — & (LB 5%
ALEEFRID
6.1.5 RERIEF

2% 5.2 TR E MR

626 75 5% OIV-MA-AS4-01
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6.1.6 BUEE

27 5.3 WY T I IR .

QNN R S B AT AR 4R

A2 I TR A 2 VT B A R A - R D T 250 mL;

e B LR A AW EiR A AP T AN A,

6.1.7 #ilHR
6.1.7.1 HEFENR

I3t 22 FH 30 00 9T A5 M L R84 A 00 21 28 3k K TR, I LA $ 1 Sk R A 0 2 AE T T AR
R T,

BV TAE 5 U AT I ET 5 min $T (8 AR 45 0 B AR A 19300
6.1.7.2 K#

Ri g2 A Z07E 121°C T i R AR KA ZE /D 15 min(CRKFE 20 min) . — WM A9 R A1 &L
B 385 25 LA 007 v T A & b AT FF R . 422 A 2 R0 B foff ) T a0 200 FH I RS T 2K 0 2K
PR AN AR S R Ukl 0 AT RS K H KB L 3 R R R ik T T U - I A A i R R
TR S DRI 30 2 g = 06 250 FTI 0AE o A ] — St ok T il
6.1.7.3  FF 5B (B S AD

AR WA I 1 mL RSB E K ER 9 mL & AR IR = 7 U £k 20 s,
OB — R (RO, AT R IC L mL 8] F—4 9 mL (% JC & M KRS b 1758 —
W RS . $E56 20 s, WA 28, n] R R VERR R I .

DL B it T 5 3% 2 R ) BN F

KRBT 4 SRR 5

KB TE T SRR

Z AV R 2ok U Y A (R RETEEO 2 IR CH SR RS 5

Z AL R 2o U A A LR B 6 IRCTH SR 5

I 08 25 P 2 OffL e 7 4 T - N B

Wedi %G % 10 mL A S BER] 100 mL & F K H (3 100 mL #] 1000 mL H1) , #
T8 B 2R 1R A v 4 2 e 9 A 2 TG R e 4 A 2 T P R DR R R AT A T
6.1.7.4 {HHL

WAL SR RS N RO B M A . A SRR B TR VR BOK £ n] DL 2 R
SEA R BT A B B A Z5AE 20 min N 5 RO AR

A AR 0. 1 mL 87 0. 2 mL3 A Fe AR B B (R B EAT 3G 97 R

KK FETT TR 2 f5:3 454 5.

KRB ATT FRRE S %6 £%:7 5.

ZALI R U R A R O A5 1 A% 2 £

TE 15 B BEAS BT 55 92 A — 8 LU A 45007 .

TETCTE 550 N (R U 76 TAE 8 2R A7) H A i 78 L V34 B W WAc 1T G 7E 1 min~
2 minP) I TC R4 = M T8 B 5l — R PR AR IR AT B FR BE 3R i . — > sph i it A
TAEANFE i DA S5 o 4 R B ) S M T B U A B R A AR R R AR AR TAE b
G = I N R N o L

7 % OIV-MA-AS4-01 627



F1E oy wWEBREE TR IR

VL5 DAAERGE —FE o 0.2 mL Wi AR 2 0. 1 mL R B Ik A ] LA SR 25 50 9 B A SR 8, TR A I 2
F I

TE 2000k T BB TR T4, B 06 20 TR 26 4 1T 7 1 55 25T R KB R R N 50 mg/ L S8 3 (B4 5000 19 45 5k
oAz ) IR 150 me/ L BEIR (B2 B0 HIF A9 S5 A0 e A2 20 B G 95 2 v] i S g R i A G

T3 FLRR B RN B EON 0. 1 ¢/ L M E Z Glir 8 25) (B4 50 00E 1 25 20 B0 AR 22 o0 400 ) T 1 1 1
A 3 g R R 0 I R TR A A

TE 4B RR A TR BT BN 0.1 o/ L N EE 3 Gt 85 30 (LA RIS 55 00 BT A 320 e 30 il 1 B8 1A 119 4=
KN 12,5 mg/L 1975 %5 B (SLAIE R 1955300028 20 e i LR 1 i 2k K

PUAERTEREZZR KRG .

0 SR I R PR E AT R B B A 3R T R R A R R A R 3 A 8 2 R BB T AR

3 A WL R 35 AR L

BAEGERTTIR
il % 2 A 15 mL H5 3R FE A IR K B LB T 47 CH1C YK i (R B ik I 45 20
J#O .

B 1 mL BRE R B A S O SR R L

BN 15 mL B VEAAR K 97 35 34 26 15 % I AR O 5 R0 1 o 150 955 35 3 o9 19 B A W ¥ 50 o0 A

W B 75 LR AE ¥ BV T8 b iR AT v 0, (8 0B 5 11 (TR A 8 [ B R 5 10 min)
6.1.7.5 Jad g Je vk B T AL

PR T80 B L B 282 0. 45 pm 1K 0. 8 s AN B T AU LR 0. 2 pum B 0. 45 pm,
I 2 THT o B A AT 58 LR DI TR v 4

BT 1) SF- Al T LA 85 3R 9 B 9% B m— A 4 WA T i A R R O i 450 G B
KA A . — 2 TR S PRI B T T A R B G B AR A S E AT 2 mL — kPR
TH B R A HS 95 3R

TC TR Rt 1L B A FE R 6. 1. 7. 2 My o S AT R RO R B S R G

VB P PR A0 VE RS O K 58 K B 1k JLRD a4 R A R B S U ke Y [
W,

FTFEF A0 8850 s HIVEORS b R BEBUMR S (1 em~2 cm) I FH IO KR

X BN FE S HEAT 3 RBURETHEC: A 10 mL JE P WA L 10 mL £ 5, A 100 mL JE A
W W 100 mL ¥ &, 1T B B4 35K T8 A% 1% b BB DA R B o 5 8 28 T 8 AU ) v ik
(REUR/- P

4 5ok AR 3 T T B0 R A B LS KGR R R IR AT TR S FH B R O
{14 52 THT 321 5 07 114 8% 35 35 7 A o4 JHL 55 o U R 7 5% 9 35 3 T 3k vl i 7= A A<
6.1.7.6 FEMFFR

W AR 8 A 25°C £ 2°C T S8 A5 X e R B s FLIR TR 15 9% 4 d. AN SRR EE <<23°C U 4E
KRR 1 d R <20°C MIE K 5 5% 3 d, IR iR R 28°C,

N TR T R (ol o [ R T4 T B B B SR R R — £ .

P FLIR PR AT T A AR T IR EUR S48 b #E 30°C £2°C R EIE R FE 10 4.
TR <28°C MK} 1 d, iR IR <<25°CMIAE K 35 3% 3 d, @& i Rt 33°C,
6.1.8 HRXIE
6.1.8.1 [FBEA & A0 TE 14K
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MEVRE So

ST 4 d B TR T R I R B AT R R R e T R 8 )L LR B U K
10 d, Ay 5 22, Al Al R BRT 95 3 H B0 o AT SRR TR T B W] A R TR I TR A S AR Il
BOR ] g

% 37 5 FURE 7 2% A B Wk B AR S T L D A IR R 5% 380 AN [) 2 0 ) ke A 0 T 9
6.1.8.2 4iRit+HE

T TR 25 = T 10~300 AN VK 19 F Al R AT 15 (ISO 7218 2007 & & Fl 8l )
TR A Y R EE ) .

FHUAT 2 ST BAE S b A 0 8 1 N AL 5 5 ke B R A o Sk s R 1 R T B
T E .

>
N = VX1.1xXd
by D) C—— Wi S B M b B0 T 7% BB S B TR 3 A0 A — AN S MY T 7 B
AMETF 10;
\% FE R AP B A AR ELC mL)
d T8 AT 55 — YR W B A B CH AR RE R 6 B . d = D,

/)55 UL, TSR A BRI AR R S 10~ 100 ANTE T T8 B B B U v 0 T 78 5K
CFU/mL, SR J5 1533 B AE 19 7 24850 BUFE S0 9 CFU/mL (8, 403 w47 A 22 1R K 4
B/MEYEN CFU/mL fH .

HAE R4S CFU/mL B A 58 56 i P A~ FRAE (8 19 25 S 3T 53, 9 I BUE 1. 0~9. 9 kL
Y AR 10 Sk F IR 455 (1SO 7218 2007¢ & S A sh W im et b e Y @ ) .

U SR i 2 b B R0 s R 2R A o L I L — A S R e A () 10 T O R T
SF- X5 B 7 BT R LURR B R B0 50, R 3k A4S CFU/mL . @R & A A & 10 ~300 AN
W BT A AR T TR B R T 300, TSR B W IR e P i . T SRS B 1Y TR B> T
10 A4 /em®  XF 12 4~ 1 em® 195 88 AT B0 3 LU ¥ 88 56 (90 mm BLAR AR o AR 14 %
TN X4 A 1 em® WIEJ TEIEATIHEOT R LT 358k 56, K4l SRRk A 4 CFU/mL”,
T AT IS AN ELF R TNTC(Z AR,

UNSRAAT (9P 55 TR I8 BAE A~ 10 Z (8], FH3E 5 2 A7 710 IR 3836 0 Al CFU/mL”,
WNRTEVEETE 1~ 3 Z00) 25 R 0 o 0 B st Al 3 AIK . L4 SR 23835 CH AR LA 9O 4G Hh (R /D
T 4XdCFU/mL”, WRTA MRS BER PR A RE B RERILIRDT 1/d
CFU/mL”, 1 ief 22 25 18 S B & v 41 skl 590 £ 52 i)

4 SR BRURE 5k O B R e 4 R AR Tk Y 2 B W i B VR 8, 0 CFU /R, CFU/100 mL 5%
CFU/10 mL,

6.1.9 MEAHEE
6.1.9.1 4 il (14 o

X B AL 8 5 3, KB 5 A9 S BV TG B 0 IR . 0 e R 1) A — L 5 R S A A o R
B — A5 FR AR TE R TAE & B ATIF A T AE PR 5 049 I T I 32 %o B, O R JFE Al 2 b
AR — ARG

SE NG — SRR S AP L8R 1Y K, AT B AR5

7 % OIV-MA-AS4-01 629
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6. 1.

Boy B EE TN IR

 _lc—c]
boJCTC

qp G MG, MRS R .

AR K, <<1.96==2. 0, W5 R T LAHESZ 5 P UCHH B P S E AR 45 2R

2R 2. 0<<K,<<2. 57622, 6., U YU TH B A9 22 53 b T e FORZS S 70K PO B S (B
RHT LT A

IR K, =206 WP UTB0 22 53 5 1 S R AR 2P R S0 . 7EBIF 00 . 5%
AT NN A H b — R ARAG Al 42 2 25 2R 5 BT A 4521 .

9.2 WEAHEE

AR R R B A B R T 10 SR AT 37 (EUR TR VE KO A AT AR A A . A

SR A R R T B 95 00 A5 KPR I AN SE LR 1
=1
95 V6 K P AF IR WL
[REE

THR EBR TR ER
1 <1 6 —97 457
2 <1 7 —88 261
3 <1 9 —179 192
4 1 10 —73 156
5 2 12 —68 133
6 2 13 —63 118
7 3 14 —60 106
8 3 16 —57 97
9 4 17 —54 90
10 5 18 —52 84
11 6 20 —50 79
12 6 21 —48 75
13 7 22 —47 71
14 8 24 —45 68
15 8 25 —44 65

IESE R P g

630

HURBEEHOCT 10, p BER T 0B EFR T A0 R 284
C=C+K,/C,

Hor s Co—F B 19 T 9 85
K,—t & KT, @ a5 HTR 281,96,
C Bk A TH RS R sl A A b 0 T8 9% ROk DL B O 3 5 3.

77 3£ OIV-MA-AS4-01
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6.2 MAHF—"BATHM"(MPN)

6.2.1 HH
W ARIE R TN GE A A e R R VR R O R/ Bl g b SE R Y R A RS B U
6.2.2 EIE

TR AR FE TR S b SO W 0 TE 2 43 A LR A U A 8 5 5 e o ) U R
6.2.3 HRAMBEESRE

U B 5% D A% E.
6.2.4 HIEHE

il 5 LN S fi R B2 W BV W SRR B 9% o 43 S 6 v T RO AR CRT I L 5 4b
4 D) TF 4 2 A CRRAE IR o A SR & RS BRI Y A1 1Y HLARR REAS B 8 0 U T L) FH 3 >
(0 AT 45 B AT e 1 GRAEARAE McCrady #3315 . IF Sl 2 S 4R AF 0
6.2.5 HRBRAHE

N2 B 46 7 T A T R A — RN 10 A% 1/ 10O B B

RS — AR 1 mL AR R 9 mL MR BT RS, B mL 0 E R
BN 9 mL (O B 20 5 R v L Ak 2% 0 B 07 3 B 3R A5 B0l W B L KR SRl
T A AR B ke T A 3R T RS G R JC TR R TR . A R E T A B 7E AR I AR
BEMREE T 2 JO P . 6 SR A 0 vk B TR L JIC I AR K (FfF 5% B
6.2.6 EMBEMEF

AP 1 mL PR 1 mL A8 G AR RV, A3 IR A 3 S IS X By 3R S (B
E), RIZHRA .

MR MRS AT AR T T 25 CRFRATERBHEG L HE 10 D, FLRR E N
TE IR S U SR S R R 72 (8 d~10 ) . @ISR B BB R 0 e )5 — R,
6.2.7 &R

JF A RS A A KO IR BB L UiE Y . B B2 50 W a3 i 4R S s R
JE P . 45 5 0 2508 o U B R RS . 1 A B R 4

A B A 0 R B 3 S (g — R BV ) 21 G v B P Bl 9 A 0 B H R
FEM) . AN, “3-1-0"F/R AE 10" BEAGT B N A 3 LM RS /8 10 "I RS ECN A 1 2/
PRI TE 10 W BEAS AT JC MR .

M B R OB AL 3 I, BT AT S5 R b BT 3 AN R R Yk T DA EA T MPN I
(1) 45 5 5t WA ZBUAR 4l T 2 vh 1 ) 1R 1 s B AR B

w2
RS B R SRR
il 10 10 10 10 10 3-1-0
a 3 3 3 1 0 3-2-0
a 3 3 2 0 0 3-2-1
a 3 2 1 0 0 3-0-1

77 i% OIV-MA-AS4-01 631



ow E1Es WESBREE AN

* 2080
g — W R T PR A K ST
1l 10 10 10 10 10 3-1-0
a 3 0 1 0 0 3-2-3
b 3 2 2 1 0 3-2-3
b 3 2 1 1 0 3-2-2
c 2 2 2 2 0 2-2-2
d 0 1 0 0 0 0-1-0

191 - 35 M A A g B A ) i R B B LA B HE R 1 A s B

) b SR 53 SMAT PR R A B R R DR T L T A R 2 U 2 B B PR A I A — R R
B ¢ QAR TOAL — 6 B BE I A A 9 BEAE S JBURE TR B PR A 19 3 TR R .

1 d: g WY B0 PR BT 00 o 00 4% S B S0 DT B A R R o TR - B R L D

24w B Bourgeois, C. M. and Malcoste, R. in: Bourgeois,C. M. et Leveau,]J. Y. (1991),

% K AT BE ¥ (MPND (132

R4 AR A5 1 LA 4, MPN i 38 A (B 5% O) 35 F McCrady M9 155 P, [\ B 8 22
HIERBE . AR B RS JE 10°,10 11077, o] DL 4 i 8, W R B R 41 2 10,107,
107 R BOR MM 0.1 fi5. WIRAMBERSIE 107,107,107 LA EH 1) 10 £ .

T A0SR B A L T 10T IR . O T AR5 1 mL D R B R A L AT 10 mL A B

£ UL mL BTN (B 9 mL 24 (9 RO H45 R O ik HEAT 4R

6.2.8 HERpRIA

BRI P U B R AR R A B T R R R A0 R R R — B, R
ST 1.0 4/ mL, Z5 R 0] iR <1, 0 4l /mL”,
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it % A
PR R i 110 il 25

RGO R 10° 10°! 10~ 10-3 10

~ N AAAA

wae OO OO OO OO OO

E A1

it % B
P TR R Ao i 110 il 25
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B BWEIBAOEE M X
it sk C
e R ReTHE T i
RC.1 1mLAEREIZIHE( mLO.1 mL0.01 mL)DEIFHARTTREE (MPN)
PR 8 4 FH 1 45 R 4 8 4L

1 mL|0.1 mL|0. 01 mL|{MPN 1 mL|l mL|0.1 mL|0.01 mL|MPNI mL|l mL|0.1 mL|0.01 mL| MPN1 mL
0 0 0 0.0 2 0 2 2.0 1 1 1 7.5
0 0 1 0.3 2 1 0 1.5 3 1 2 11.5
0 1 0 0.3 2 1 1 2.0 3 1 3 16.0
0 1 1 0.6 2 1 2 3.0 3 2 0 9.5
0 2 0 0.6 2 2 0 2.0 3 2 1 15.0
1 0 0 0.4 2 2 1 3.0 3 2 2 20.0
1 0 1 0.7 2 2 2 3.5 3 2 3 30.0
1 0 2 1.1 2 2 3 4.0 3 3 0 25.0
1 1 0 0.7 2 3 0 3.0 3 3 1 45.0
1 1 1 1.1 2 3 1 3.5 3 3 2 110.0
1 2 0 1.1 2 3 2 4.0 3 3 3 >140. 0
1 2 1 1.5 3 0 0 2.5
1 3 0 1.6 3 0 1 4.0
2 0 0 0.9 3 0 2 6.5
2 0 1 1.4 3 1 0 4.5

T B B K ORI KR I R o T 7 (1976)

634 773k OIV-MA-AS4-01




WEVRY So

it % D
TR S (3

M A% BRSS9 T i i o o BT K b N 2848 L R R IR el L 3 e A B R
G AR SO A ST A R R

D.1 4mEHEKk

il FREL 8.5 g SALEAE] 1 000 mL ZIEE M h . WME . MKER., R E . Sk,
FHC9 mL B4 . %€ BHARARIEAE 121 °CF M JRZ8VR K 20 min,

D.2 Ringer's A&

W45 PR 2. 250 g Z4kAN 0. 105 g SLH 0. 120 g G 1k4K (CaCl, « 6H,O) Fl 0. 050 g
iR 4N E] 1 000 mL ZIEENE . ¥ TG K BN Z1 8, smiriR A . B9 mL 2L
WL ZE AR IR AE 121°C R @ R VRK A 15 min GRS AT b AL R ) .

D.3 EHKK

il 5  ARECT g FEEARE] 1000 mL 2 BEM R s K 2 2. FE IR AT . 28 LML
JFAE 121°C R @ IR Z8 XK 20 min,

7 % OIV-MA-AS4-01 635



ow 1M BWEBHNEE TN

it 5% E
I <

B 3% L TR R0 K 208 i 52 491 4 O AR R

JIt B K e 0 28 5 26 188 R AR MR B 2 B AR S B R R B R L R A T 2R K 2k
Wi .
E.1 BEfERE
WnJCH AR WY B A7 B SR pH AR %8 15 #) pHS. 5~6. 0,

E1 BEITHIERE

E.T.1T YM
i 75 W 50 g
R Sg
[ERE2 Y 3 g
A R 3g
by 20 g
wnok = 1000 mL

QA 7 2L BSN 100 m S8 3R 40 T A KL ER N 150 mag R B AR IS
E.1.2 YEPD

il 20 g
A 20 g
17 B 2 ) 10g
bir¥itE 20 g
oK = 1 000 mL

UNA 5 2L U 100 mg SFE Z AW 40 B AR LRI 150 mg BRI i B AR K.
E.1.3 WL EHIEE

] 25 20 g
ERl Sg

T B 2 ) 4g

WiiR — 240 (KH, PO,) 0.55 g
LA (KCD 0.425 g
ZAL4S (CaCly) 0.125 g
TR B (MgSO,) 0.125 g
FAb#k (FeCly) 0.0025 g
TR 5 (MnSO,) 0.002 5 g
TR 1 2 0.022 g
2 TR B R B 12 g
K &= 1 000 mL

636 75 5% OIV-MA-AS4-01



E.2

E.2.

E.2.

pH

MEVRE So

5.5

WL S FEPE B H I 4 me/L 930 O e e 8] WL 8 FR BUls b il 1%

WA 7 LU 100 mg 5 F Sl g A K
.4 ASBC #i& IR AE

WA

P B e Sk
WK E=

i o R IR T B
W B

i W-HCl

g

WK &=

121°C ,’K 7 20 min,

WA T2 AR 100 mg AR MBI LK.

ABEITHIEFE
1 MR.S+&FEMm(FHER)T
C Kok

R

= R B HL

e ) 5 U

iR — &8 (KH, PO
=K PR 4R

Fr 6 IR i

7N 7K T R

VU 7K i R

i 80

BiR-eds

Fon (S AR A ) T
WK &

A 100 mg/ L (9 94 fb % 3R (Ui R 20 400 1 T B8 11 1) A < el i v TR 28 9K

2 EmMTHEERE

FAiTTH Ck B 400 mL BT £ L)
BASP

A5 3 R

Bl

K

pH

B 100 mg/ L A9 40 fth 5 38 (P83 200 90 1) e B T 109 A 4 {6 1 T oo TR 28 VUK

2.35 g
100 mL

0.5 g
1g
100 mL

20 g

10 g
8g
g
2g

5 g
2g
0.2 ¢g
0.05 ¢
1 mL
12 g
200 mL
1 000 mL

20 g
10 g
10 g
14 g
1 000 mL
6.1

7 % OIV-MA-AS4-01
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E.2.3 MRHATBEFRENBERFZEARE(FENERRKREEFE)

WA

25 H 10 g

T B 2 ) 5g
R 10 g

i PR 0.2 g
i R 0.050 g
Fptivt (ORI AT 250 mL
ihg 12 g

7K 750 mL
121°CEHEZEKKE 20 min,

W B

2zt 5 HCI lg
WK Z= 100 mL
pH 4.8

JEE 3o 8 K

W 100 mg/ L B2 fih 85 2 (U8 25) 0 R B o ) A < L (8 Al = R 28 7R K A .
E.2.4 Lafon-Lafourcade £ 3E&

] 25 20 g
T £ 2 ) 5¢g

4= TR S B 10g
R 10 g

i TR M Sg
FrGE TR — % 2g

7N K i R 0.2 g
7Y 7K it 2 0.05 g
iy 80 1 mL
B G- g 20 g
NI R 1 000 mL
pH 5.4

W 100 mg/ L g fth B ] (i a5 ) 100wl I B3 181 9 A= 1 Ao FH i v e 28 7K A
E.2.5 M#AREFE(EFE 104)

AT 250 mL
T £ 32 ) 5g
G=PR 5g
R 3g
7K B R 0.05 g
7Y 7K it 2 0.05 g
B Rg-Bri i 20 g

638 75 5% OIV-MA-AS4-01



Wik =
pH

MEVRE So

1 000 mLL
4.8

@S 100 meg/ L 44 fth 75 5% (i 200 10 ) 1 B8 v 990 2 4G 8 A o8 TR 289K

E.2.6 MTBiE5E
kL
Lab-Lemco #} (Oxoid)
KT R
B2/ &Y
T
T T2 M
7168 PR ik
FRR
it iR %
i 1R i
75 80

eag IR IREE A TC 44 2 . 100 X (BD-Difco)

pH
whnk=

15 g
8g
lg
5g

20 mL
3g
2g
6g
0.2 ¢g
0.035 g
1 mg
10 mL”~
5.0

1 000 mLL

AN 100 me/ L 94 ez 3R s 20 100 il I8 B8 T B0 2R o P T s TR 28 VUK T

E.3 BEBREITHIEFRE
E.3.1 GYC

7 %

iz B 4 LY

ik R %5

BndifES

WKz

50 g
10 g
30 g
25 g
1000 mL

@ 100 me/ L 94 fb 2 3 e 20 100 B BE 3 00 A= 4L B 12,5 mg/ L 8 R R LBk

FLIR B A A (I 85 e 28 PR R

E.3.2 GiExE
1 B i B
AR ik
B
Syl
K
pH

1.2 g
2g

500 mL
20 g

1 000 mL
5.0

@ 100 meg/ L g4 fb g 3 Gz 20 9000 e B 3 09 A 4L B 12,5 me/L % R ok LR

w KB EHM .

7 % OIV-MA-AS4-01 639



ow 1M BWEBHNEE TN

FLIR B B A K L Al A R 28 VK .
E.3.3 Kneifel IZxHE

P B 32 U 30 g
1 20 mL "~
ihg 20 g

2.2 Yo 75 WPy o 1 mL
NI R 1 000 mL

AR 100 mg/ L b5 R QEEE 25 30 B B: TR 9 AR R 12,5 mg/L % R ok LB
FLIR AT 9 2B Al FH I R R 28 VORI

WO TR 7 B TR AT DR M AT R

LR TR VR BT R B
E4 BERERE
E.4.1 BMRERERE

R 3g

NaNO, lg

K,HPO, lg

MgSO, 0.5¢g

KCl 0.5 g

FeSO, 0.01 g

Wihg 15 ¢

4 pH(25°C) 7.340.2

RN 10 mg/ L A B O IR IV frie 9 o) e A K (O 1k I e 1) 7 A 00 5 90 o 2
A RAERND .

VE VB IR A ST R LR R K I R B A
IR E (100 mg/ L) MR 3K (100 mg/ L) A0 K
E.4.2 SWERHRIKBERFIEEFE(DRBC EHHE)

I 2 10 g
ERl 5g

KH, PO, 1g
MgSO, 0.5¢g

B er 0.025 g
SR i (2, 6- G -A-H HE A 0.002 g
REZWW .1 g/10 mL)™ 10 mL

B g 15 ¢
B4 pH(25°C) 5.640.2

« RIEFAN,
o KEFEIN

640 75 5% OIV-MA-AS4-01



MEVRE So

E.4.3 ZFRIMIREEEFE(MEA)

] 7 20 g
xR 20 g

M Sg

g 15 ¢
R4 pH(25°C) 5.540.2

BN PYERE (100 mg/L) FHE % FR (100 mg/L) #0464 & A 35
E.5 REEFRE
E.5.1 ATEEERE

YEPD K 77 5 (R RER Y 2 R TR + El & R

il 4% FREL 10. 0 g B RE 2 B (Difco 8L R4 .20 g 2K FI MR .20 g 454 Al 100 mg &
HE. B MAKE 1000 mLIEA,

¥ 5 mL iz R R AN P IEF 121°C i JRZE VKA 15 min,
E.5.2 HATIEEE

MT] K 35225 (50 0 MRS 55 77 3 7L W FF B8 01 15 77 3 Fn 52 38 i 1R B 9% 3 + 50 %6 TJB
B L T h T MBS FR L) A R TR T

il & FREL 27. 5 gMRS™ LR FT PR VR A 15 37 25 R 3 A4 8% 5 587 (Difco s &MY . B
i 500 mLL K, 2 WAl L 58 A R O N 20, 5gTIB il i 15 % 567 (Difco S A& W) . N
50 g AR TR L3 F 7K . 3 1 mol/L (R 15 2 pHS, /KB AL 1 000 mL ¥ .

B 10 mL %53 B EHAE hIF T 121°CF B R 287K 15 min,

V< T R R A LR A T 5 %o R R L T L I R 04 B 9 SR T 5 mL i 10 mL,

7 % OIV-MA-AS4-01 641



i1 N R D T b L S

®
N
okf

it % F
PUNREE R A

F.1 WLERREEFIEFRE LBIREZENIRAN

f FHZ S FR FE AN N T S8 TR R AE AT Sy Sl ol S 56 2 418 T T 104 R TT % 3% 1 e R
BRI 0 B AR 79k . K5 9F 4 d J5 4% Pallman Al Cavazza (1 J7 3 A5 0 5 95 OB 25

BEEE:/ERKT 4 dMWEEE WL ERLUE LERFAE P HasReamiEE.
Tei) 1) B30 € T T T RE AN B 2 WA 77 7 S [ B8 A o (EL AT S /s A7 /0N 10 28 A8 44 s B 7 oo i, Hole
VRV IGG FTET WIHCR B P . T A R AR B R AL B ANAE K

A 6 [ R - TR RN R TR R AR AL T AR R BN B R AR K

NAEREBS(ARINEBEE) £ WL ERUE LR 4 dE . GRRS O FEN
WHHCAR B V% . REE B RR B AR 45 7R 2 M WL ik PR PR SIS 5 97 2 AR K.

ERBLES . WLERBIEFAEK 4JE. S8 986 0EUHIRE L. M5 E
W R B AR R . N AR R BB IR R b A K

KEBERE ff WL BRI LAK 4 dJ5 S 2% 6 CH TR MR E % . T7EBE
MRETNR TR AR A7 WL B R 3 LA K,

AR K 25 pm) L 7E B T 5 T gL

EBSEEBEE . WL EFHRES FAEK 4 d 558 F S 04 9 R /NG W1 75, 7T 78
KRR LK,

V< FUAN I T SR G D T A B T 5 TR

ABERE fF WL ERENE ALK 4 d)5 58000 20t 3 10 6 2558 0005 ek 5%
TERRE BRI 3 Bl K,

WHBRE 4 WL EREE LAK 4 dJ5 45205 WG A 0 IRNR % . 20 Yk
SIBERE SR A VA T . AR IR P A K

FEBEEEREEE 70 WL B HBUB AR 4 dJ5 19 300 I% 6 55 1 6 B 52 09 BLRE AR R
RV . M IR AR G 72 2 LT A K

REERBEG (LRI 2 DGR fF WL S35 A K 4 d 5 480k Ak
YA .S d Ja MBI B 0 W . B VR N IR . 3 W ICIR B AR L A I SR T B R
R R SR b AR,

BRESENBEEBEZE 7 WL BR5E LA K 8 d 5. 52/ TUR K 66 181
IR BV o AR R I IR L Btk T R B AR R SR L R, T A R R BT B R
A WL Be e BUIS 5 55 3k FE K, M AE I — 85 90 58 b AR Kl HL ] 5 FE T 45 4 B 11X 4
3k,

VE < B T DAGIE S« 5 PR T /I 20 L L 308 3 40 B 5 A £ 2 TR

HHESEBES . 4 WL B#EEFAEK 4 d . BR/NATE . KA 55975 R 09 @ik .
AIER R PR B IR R F2 2 LA K R REAE WL sk PR MR B AR 5 98 56 L AR K. W) 01 i % J 18] 2
L O

T+ A5 UK A A P9 R K I A B 5.0, 5 mm~1 mm 7% . JoAR TR 40K

642 75 5% OIV-MA-AS4-01



MEVRE So

BEBR T : 76 WL & 3555 AR KL 72 2 /N AT 2 Y R &% 10 A 28 1 9% 1 48 Ak S0l 52 36 5
FA 1

VS AR A R R T TR

FLERH : 76 WL HIRBUIR LEK 10 dJa P 2RS4 RIS I B (1 3 40 Ak S0 -1 1k T 9%

T AE A TR AL
F.2 IBEEZNIZZ

FLIR A TR VE 1B B, BLAR K/ R R R /NEI L 22K, 85 22 G BH 1 Ao 451k &0 B 1
B T ST ER A A A S A IR L R BR A A I EK B R R Rk B LR T B K s A
F.3 BREREE%IRF

Tl 22 T T A 1o 4T B B 2 R 2 EC A L iR R A 7 T - X T DA I T R
P 5 Bt TR 55 114 375 BT DX 3 R 92 35 b pH 3878 500 BRI TR B (0 6 HH . T T T 40 O ROIR A
FFAR s — B b LR T s K

[1] European Brewery Convention. Analytica Microbiologica-EBC. Fachverlag Hans Carl,2001.

[27] European Brewery Convention. Analytica Microbiologica-EBC. Fachverlag Hans Carl,2001.

[3] ISO 4833:2003. Microbiology of food and animal feeding stuffs-Horizontal medium for the enumeration of
microorganisms-Colony count technique at 30°C.

[4] ISO 7218 :2007-Microbiology of food and animal feeding stuff-General rules for microbiological examina-
tions.

[5]ISO 7667 :1983. Microbiology-Standard layout for methods of microbiological examination.

[6] Pallman,C. ,]J. B. Brown, T. L. Olineka, L.. Cocolin,D. A. Mills and L. F. Bisson. 2001. Use of WL medium
to profile native flora fermentations. American Journal of Enology and Viticulture 52:198-203;

[71 A. Cavazza,M. S. Grando, C. Zini, 1992. Rilevazione della flora microbica di mosti e vini. Vignevini, 9-1992,17-
20.-ANDREWS, W. et MESSER, J. (1990). Microbiological Methods. in : AOAC Official Methods of Analysis,
15th edition, 1,425—497, Association of Analytical Chemist, Washington.

[8] BIDAN,P. (1992). AnalysesMicrobiologiques du Vin. F. V. O. 1. V. no 910, Paris.

[9] BOURGEOIS,C. M. et LEVEAU,J. Y. (1991). Techniques d’analyse et de contréle dans les industries
agro alimentaires,2éme édition, 3. Le Contrle Microbiologique Lavoisier, Tec. & Doc. s APRIA Ed. Paris.

[10] CARR.]J. G. (1959). Acetic acid bacteria in ciders. Ann. Rep. Long Ashton Res. Sta. ,160.

[11] DE MAN.,]. C. (1975). The probability of most probable number. European Journal of Applied Microbi-

ology,1,67-78.

[12] LAFON-LAFOURCADE,S. et al. (1980). Quelques observations sur la formation d’acide acétique par

les bactéries lactiques. Conn. Vigne Vin,14,3,183-194.

[13] MAUGENET,]J. (1962). Les Acétobacter du cidre. Identification de quelques souches. An. Technol.

Agric. ,11,1,45-53.

[14] PLARIDIS et LAFON-LAFOURCADE, S. (1983). Contréle microbiologique des vins. Bull. O. 1. V.,

618,433-437,Paris.

[15] RIBEREAU-GAYON,]. et PEYNAUD, E. (2004). Traité¢ d’Oenologie, Tome 2., Librairie Polytechnique

CH. Béranger, Paris et Liege.
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Health Association. Incorporated, New York.

[17] Standard Methods for the Examination of Water and Waste Water(1985). 16th edition, American Public
Health Association, DC 20005, Washington.
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ble”(NPP),F. V. O. 1. V. no 987, Paris.

[19] VAZ OLIVEIRA,M. et LOUREIRO, V. (1993). L’énumération de micro-organismes dans les vins ayant
un indice de colmatage élevé,Compte rendu des travaux du groupe d’experts “Microbiologie du Vin” de
I'O. 1. V. ,12¢éme session,annexe 2, Paris.

[20] VAZ OLIVEIRA, M. et LOUREIRO, V. (1993). L’énumération de micro-organismes dans les vins ayant
un indice de colmatage élevé, 2éme partie, Doc. Travail du groupe d’experts “Microbiologie du Vin” de
I’O. 1. V. ,13éme session, Paris.

[21] Pallman,C. ,]J. B. Brown, T. L. Olineka, L.. Cocolin, D. A. Mills and L. F. Bisson. 2001. Use of WL medium to
profile native flora fermentations. American Journal of Enology and Viticulture 52:198-203; A. Cavazza, M. S.
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B RS R0 & BE D 415 Srem

Ji 1 OIV-MA-AS4-02A FikRMy
R J& 571 Fn & B 1D H 57
(A35;0eno 6/2006,377/2009 XF H&1T)
1 BHH®
5 7 48] 2 0 P R RE A AE A — Fh O LA A I 550 15 G 200 LA U BH e A A R0 9 R
2 JRiE

56 2 T 0O TEORE FE R Y O 1095 (V/ V) =i i S 1) AR R S TR N B KR WSS A
TSI e (%8 SR P B BETE 20 g/L~50 g/L Z 4],

PR RS T 57 1 T B o & 2 S o X FLRE i) — AR B R AT 0 5E

B 2 43 AB AL AY 4 TF K 4% 4 28 T DL R 8T pH 21 6 CR B A2 o KR 2500 W) 5| AL HLIR 78
1% pH 2544 J0HE ) A0 32 48 205 T 1 A T R AH L AR . X T Rl 2 R A 2 A 3 A 2
A PO L — 2L
3 IuEE

90 mL HF AR I 2E 10 %% BB L 12 BRI TR i A — 4 R 0B HE T /NS )T
4 KFFEZHEE

4.1 ZEEKBR

TEGRRRATFE A I O W B = 3R T 7540 30 A5 2 T 1 Y 81 P 0 B T ik 25 V0 AT A
JH A& BRI RE R 6.9 g/L. 1 mL Z W AES 10 mg 19 A A4 4 .
4.2 EFm®

BilR % (NH,), SO, 25 g/L
NS 20 g/L
VS WAL AR AR AE UK AR

4.3 tEFHE
[P A4 3% % Ak - A2 2R T B iR G 7 2
# ok 3g
i % b 10 g
i 25 1 5g
P B 4 3g
BinyilE 20 g
7K 1L
pH 6

118°C X & 20 min,
IR A W E A w2 7 dh .

7% OIV-MA-AS4-02A 645



F1E oy wWEBREE TR IR

WA S F5 5 (AT )

R 170 g/L~200 g/L W % i LA BEAE 10 mL 43 % )27 # 2E 19 1048 b 78
100°C /KB K H 10 min,

WA A 25 15 9 k- 5 VAR B R BE o AR ) s OB AR & 3niig .
4.4 NESENERTRELBESNGHE

[P 5 5 R 5 R CR PR < ISR DRI PR RN T ke 22 3 AR 3R A, Ui 25°C
PIEEFRAR PSR LRSS WA WL CR 2 3 b IR E A e vk AR b T 6 S .

T B 1) ] 4

SR JH 38 B A8 35 A 00 2 BRI 4 5 73 6 % 7 T R e b 1) — B MR I R b TR AR A
K (24 h~48 b J5 , ¥ L2 U SR B AR R 09 & 10 % (V/V) SR B 35 3k i R E )

TR & BERF OSSR SR R & A 5 X107 /mL W BERE T . K5 i% 1% 97 W 15 b ) W
FERIRI AT . BRI AT RO LA 10° /mL [ BE T LGB 2R A7 45 b

5 $&

AT 4 4

100 mlL (¥ % % 105 F 38 2 (0 & B R i B8 — AL B ok 1153, 44 mg (19 45 4 64 mg
M ARG AL B, 24 b J R0 A 25 T P U s AR A KT 20 mg/ L,

) S T 5 T P ORG E ER A 10 06 T P AT ARV VR S A TR R (T A5 i VOB 1
J¥ k20 g/L~50 g/ L, X5 RN 10% . X FIEHRE /N T 1096 (4 4500 , 0 i B L iR
o [ A 4 ) ke B AR 20 g/ L~50 g/ L Z IR, Fe & S T i S50kt AR DR B & s 1 AR A

R EMEBEM . 7E 90 mL AL . A 60 mL bRl & 4F (9 45715 . 2. 4 mL (5% 2
BRSRAN2. A mLAY R AR BEME TR . e 3 I T 3 d A UL 868 1 055 76 T LA AR 75400 0 v
B 107/ mL M BERE B, K SE T IEA S O MEFI AR E B 10 mg, SRJE A 25°C 4t
LI

BAE .28 d,

R 5B A3 AL AN B A A 7 ) 0% A AT N pH R Z 6 % I 4 A 4 TG W] B AT
i .

A 2 ol %) i 8 20 VS e O S B 2 R 81

6 Hix

REZBABEUT  RBETE 48 h TFIR - B R AR B RO B ik BRAE S 3 KA 5 RZ .

HATE T FI 25T A REUE S K 19 400 ) 5] F) A7 A

a) USRI R TT R 505 T 2 % b i — 2 AR L = A0 SESR 2 d 2 SRR I ) AR L, TT
FE 1 B A B 5 2R & AR XA 40 S0 0 75 A A 32 DR DA A R AR R 4 T AT I 2 SR B
G A5 5 A R 0 A R0 R S 2 A5 58 T 19 0 2 L i ) S R A D

b) AR A K B R R K AR S 3 RS 5 RZI AHAESS 7 RZ 5,4 60 mL
T RO R T EAE T 50 mg.

) AEXE T L 2 i) D it R H R CO, St 14 B 1] R K it £ L7 (o 10 1

646 3% OIV-MA-AS4-02A



BEFNAAEDHT (LURNSG. $F%. SEXFR. APBANEEFRALE) o

Ji 1 OIV-MA-AS4-02B SR Y

RIS FIFn & B3N 7 (L BB KHER S XA,
KiGEEFNEE R R HEE)

(A35;0eno 6/2006,377/2009 X3 H{&1T)

%

1 HERIE
1.1 i
JFH Tk DA 5T 2 Ak 114 763 2 709 v B2 JBCIST7 T 5] 3 ok SR I i ik S22 €815 43 B S TE SN R N
T AT R LI R
1.2 =8
{038 R IT 6L .20 em X 20 em I HE 4T,
A A R 12 g BT R B A 0. 3 g MY P TE R I FE 4R A S B PRIV i

60 mL i It o FLAE A b iR I TR0 0.3 mm, IF AR il T R
< AT L 7l A 0 P AR

1.3 XF
— Lk
— H
—96% (V/V) Y L 15
R 20 % I BRIR 5
—— IR FR N 5

—— BRBE e O A (N S BT - A% SR B )
— DR R (Fos, BT B[R] 25)
— %
1E Bkt 10 fRFL;
E 10 fRFL;
VKT TR 3R
T V5 VAR -

H 1L AR X S R K A IR X R R R R S LR 2BV A 96 26 (V/V) [ £ I i B e
Bk 0.1 g/100 mL [FREE .

il %5 100 mL % 0.2 g AKH IR 96 20 L FEH WL .
1.4 $8

¥ 50 mL 4 W RS A =5 A, 20 96 B B R R Ak . A U 20 mL 2k R E, 4R ER
3W. W 3 PRI — I W AR 2 o Wil <F b, /D 2R IROK IS Ve . L JC K B R 4 T 1 £ ik
FH 100°C 7K ¥ sk e 75 78 B A S Bk 28+, WA ZE R 7R K B b AT -t B 98 R0 I < ok
PR L HER A 2 mL~3 mLARIGERNINPIE N T4k se 8k =1,

e BR BVAEARAE | mL SBT3 pL~5 L SV WORAR 5] 9 37 68 300 o v 20 52 35 Y T
TS SR g e TR L B AR A Z BT R L S R ZE AR AL, RS RE R RS L 15 cm

77 i% OIV-MA-AS4-02B 647




F1E oy wWEBREE TR IR

b iZat R — T 1.5 h~2.5 h,
A A TP RS IR IR R X . FE 254 nm P B9 SR AMT TR R, B 30 AT i RS
] B B AT« X YR R R X SR R FH R R KA R A SR R R R L 1L BY R .
GO TOEE RN L B8 T /KR A IR 2 6Ah  Hofh By 68 740 o BB .
RAPE TR F B ) 5 1% B AR RE W8 A I (1) Fe I 7% 1 (mg/ L) 43 51 02 -

KA R 3
11 AL R 5
Xo ¥ 2R TR 1 5
Ko} 5 IR iR 5~10
X @K B iR 5~10
2K H iR 20

2 SRRMEEIE

2.1 R

TN TG B A FE S T R A A T A TR . A PR A R A T
W 21 5 T R AT RE

12 7 T 6 Vi TP I B S R0 A A I B (E 244 1 mg/ L
2.2 BIEEH

SN L(1 A
a) LI B R A0 K R %) A6
e ARG I T TR 4 A 1) 1R RORAH 8 3 7 COTV-MA-AS313-20) I 5 5 45 18 1 1l
R R FUK A R ) A E 51T .
b) X SRR H R % 3 RO R S LT 1 A )
B3R EE . L OIV-MA-AS 313-20,
WBAH 0. 01 mol/L MHA IR E 7 W+ HBE(60+40),
pH:4.5~4.6,
W L OIV-MA-AS 313-20,
HERERFL. W OTV-MA-AS 313-20,
0 2% - MG 4% 5 254 nm,
TR W OIV-MA-AS 313-20,

7
=

648 7% OIV-MA-AS4-02B



BERFALENST ( CRESRITEY ) oo
Ji 12 OIV-MA-AS4-02C SR Y

BRI F B F (Z BB RITED)

(A35 753% ;Oeno 6/2006 Xt EH1&1T)

1 JRIE

MR A ) 7 45 175 TP P SR I — 0 SRR AT AE W . SRJE AT 0.5 mol/ L S S AL #i H
CTE)Z . PREEUR B TR D6 L FEAE 0. 4 mol/L~0. 6 mol/L Z[Al. ZEAMBA KRG . 4%
PATT 2 BRI i K -

a) HIBRAKAG BRKE — 0 L BR AT A= W R4S - A AR R S AR S £ 1R 5

b) TE A BRCE A BT AT IR 1 PR AL A R E B

o) TEHRME S BT Ak A B K 0 B B AT WU R IR S R TR R R
EAN L

2wk
——100°C /K5 ;

— U PE A 5
——200°C =2 C HHEFE .

3

— Lk

— R RER] 1/3(V/V) Mg — R FAEER TR (020 « = 1. 19 g/mL) MR FLZR IR K IR &
—— TCKBRER N 5

T ARG BRVE WL - TR AR KA TR 3g % %] 100 mL NaOH B b, #e £ 1.5 mol/L;
—0. 5 mol/L F & ALHE I ;

AL YA W 2g K,Fe(CN) ¥ T 100 mL K 5

— &,

4 BB

K 100 mlL 247 09 HE RS A B D 3 38 SR I A B b L A 2 mL R RN 100 mL £k, ] F
JE B0 G JLRD B SR S LB HE 1 b BRSO 5% 3% 30 43 W0 <1 b 23 B RN Il S k2

W TS BORCRT 8 g~10 g oK B IR §M IR & R % JLFD b

W4 OB 7 B 43 Wl 2 L WM 10 mL 0.5 mol/L S8 ALVA W - 98 1 min J5#% .

B 0.5 mL BE32EU . H 0. 05 mol/L R E » A 1E H A8 )F 7 0. 4 mol/L~0. 6 mol/L
Z Al B4 S T B B AR B R B & 1 mL BRAK R A WA . A B, T
8 R e T %) e S0 41 B TR T i IR R o il SR B B SR SR R SR . 4R 5 A 30 s,
IFEERE 2 78 R

W28 R 100°C /K b Y A W T HERA 11 I 1 b, 5k B 0 7 2 1 i) oA o
ARART QR S R rh AR B W 3R T 2 R R R TP I e R e s A DA R

75 i% OIV-MA-AS4-02C 649




F1E oy wWEBREE TR IR

W78 K ML A BER A, 78 200°C £2°CAin#h 30 min, WIS, 4 mL KRG HE % KR
B 43 Wi <k . VR 3 mL Ak RIS B 2% R L T 5 R ) o A R O T TR B B 4y
WR=- . 3595 30 s LI k. imA 5 mL Z005, Bkt 3~4 iR S . BB,

H B2 0 B T (8 CRR A8 B 5 1 T A %) 2 T ) W WA A7 e — 10 R AT A 90

FRAGEAZ IR SRV R A 1.5 mg/L~2 mg/mL () — % £ B KA R 9 A7 A8 ) a0k
FEREI . Fh TR A AR P A 7 R AR B DRI, T S R O 0 2 A T T — b 2 BR AT
GR/LiE

[1] Friedlander, Ber. Deutsch. Chem. Gesell. ,1906,39,1062.

[2] Ramsey L. L. ,Patterson W. 1. ,]J. Ass. Off. Agr. Chem. ,1951,34,827.

[3] Peronnet M. ,Rocques S. , Ann. Fals. Fraudes,1953,21-23.

[4] Traité de chimieorganique,edited by V. Grignard,1942,19,565-566.

[5] Official Methods of Analysis of the Association of Official Analytical Chemists, 11th édition, publiée par
I’ Association of Official Analytical Chemists, Washington,1970,340-341.

[6] TERCERO C. ,F.V..,O.1. V. ,1967,n" 224.
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B R R B S ( ETREREE ) o
J7 1) OIV-MA-AS4-02D SR Y

B & 57 #0 % B 41D 1 57 (R R ER R )

(A35 F 3% ;0eno 6/2006 Xf H&1T)

1 JRIE

B R TR TE £ AT 7 B [ f T2 B R — 2T ) 5 A B o7 JEC DA 7 265 78 P 4 B ok
A AR 815 e A
Al LA P ARy e AR .
2w
2.1 wmANBEEFHRNF[HOSEEEN
2.2 ®F
— AR EE 1 540 BB .
HK .15, 24 m;
K42 .0.51 mm,
— BN A AR 1 545(15 ¢ 100),60 H~100 H .
ET:JL/(:Z m;

Wﬁé:g mm,
3

3.1 JLKBRPREA
3.2 TmiALER: & A2 PG RE E R R RBUE KT SRR A S A

5 min~7 minH AR,
4 $R

4.1 EHEENER
FHL 100 mL #7457 ] 250 mL 430 2k imA 1 mL 9 Z & Ak, 50 1R 45 1 min,
PR B0 43 25 B B A B 2 S FH JC K B BR 44 T 45
B 10p L b3 Wk A B ik A
ok A A
Ao i A
AKX :37 mL/min;
25/%,:250 mL/min,
— A
AR :40 mL/min;
1/10 (1 43U 046 0 2% SR AP 4 8 3 mL/min~5 mL/min,
i

77i% OIV-MA-AS4-02D 651



ow 1M BWEBHNEE TN

HEREAS : 150°C s HE4H . 80°C s K Il &% : 150°C .
— R 0. 05 mg/L (A5 .
4.2 RA_EBHENER
14 20 mL A4 A 1 mL B TR AL AR R A — A4 ZE B HETE B0 A T I 2L HE 5 min,
SRIGAE 1 000 g~1 200 g BB S FESL 5 min, AWML W 8. FH B B8 i 1 3
BIAR N || DAV 0 90 L 7 P 1 81/ = ' G U0 OO W 7 v = | KW 1 N D e W 0RULLIR
[N U
o 2 A
AA:35 mL/min;
2%/5,275 mL/min,
—H A
A A .25 mL/min,
Tk £
HEREAS :240°C
A :100°C
R 2% 240°C
— RE T
12X10""A~3X10""A,
— B4R T .
1 cm/min,
— KR :0. 10 mg/L~0. 05 mg/LCE AT .
TEZAR IR T IR — LR AR B B [ 2928 6 min,
K458 0,01 % Gn/ V) FL 0. 05 % Gm / V) B R . 2T 1E B30 A0 Bl V5 VRS HE AN 4%

5 &

B IR — TR ) R 50 5 0 S T N AR 1 L 2 LI Ohy S T el S 3 T ) 6 3 A A4 g 5 i
PR . TR Y AR AT

£ T R A 0 A A . — (0 R AT RN 10 mL 10 %010 20 53— IRV AE 1 A 25 T o A
10 mL 100 mg/L MR — ZWe I CBEL10 20 (V/V) AR IR — LT i) & 524 1 mg.

AT R R . LRI (mg /L) 2R -

S

x

SX4-s,

Horp s S b A A5 T Hh R R - 2 TR ) 0 T AL
S, — i A Th R R . TR A W T AR
4G b N b A U TR AR 5
T T 5 26 TS+ PR A 17 6 T L
FE {40 0 Bk R . 2 TR b o V5 VR AT AP 125 it B 5 S AR AR 08 P 0 O 3k TS A
BRALRR 4R IR, AR BCR R I T F 35 R 8 — 00 /NG BUE /N F B85 F 1100 %6)

652 % OIV-MA-AS4-02D

.



B3 8 R A0 K BEHD GBI ( ARAKBREE )

A P RIR — LB (me /1)
CX S, XE, XV,
S.XE.XFXV,
TER T A3 v ) PR R I R AT, U S, RN S S AE B i A ) TR AR 2T LA R
e
CXS, XV,
S.XFXV,
Horp e S, — 1 %9 1 P BR R — £ 1R A e 1T AR5
Se—HERE AR O C(mg/ L) BYARHE R IR — £ T A U T A 5
V., — T B A Bk 4 A A 2 1 AR R 5
Vo— S B F i Atk i 1A A
E——S,itREMNRBE.

a3

[17 Kielhofer E. , Wurdig G. .Dtsch. Lebensmit. Rdsch. ,1963,59,197-200 & 224-228.
[2] Prillinger F. , Weinberg u. Keller,1967,14,5-15.

[3] Reinhard C. ,Dtsch. Lebensmit. Rdsch. ,1967,5,151-153.

[4] Bandion F. , Mitt. Klosterneuburg,Rebe u. Wein,1969,19,37-39.

7% OIV-MA-AS4-02D 653



F1E oy BaEBMNEaE TN mE
Ji ik OIV-MA-AS4-02E SR Y

Br g A 2 BRI 7 (B E 2 1R )

(A35 77i%;0eno 6/2006 3t EH&1T)

1 JRIE

4 T RE R R R AL I - 1 £ T R il i < PR BRR S  R B. Z R RS L T
9620 (V/V) £ T S B WU+ A6 9 D't i 75 70 B4 ik e o 08 1 M v 23 b s A+ 2 U 3 A
R SO 8 . B LR AT SR A e I e 7

2 4=F

2.1 MR,
2.2 A

2.3 JeEEERAL.
2.4 254 nm AT,

il

LTk,

A1 T Rk O A <<40°C)

i

Bz, 20 % (V/V),

TCIK B TR B4

L9620 (V/V),

7 BTSSR B R 10g A 98O 2% ) Y 2R I Rl Ry Cn b BR TR -0 A% UK 28 R 9 SR e DC 1T
UV 5 60 mL ABEFRMR A . BBFEAE I 10 mL KA1 10 mL fE I G 22 648 7m 71, an
RN A Kiesselgel GFo5y) o BIZIREW R E) 5 AFM (200 mmX 200 mm) |-, B
H#o 0.25 mm, P FHRAEZEIR T HCE 30 min BT8R JF LA 70°C AL HERE 10 min,

3.8 EBAEF

>

o

¥ Eo

w

w W W w w w w
D 01 W N =

RS 60 AR
L 3 A
45 TS TR 1 AR

3.9 SRR

0. 2 Y6 Tiff R FIAE T R ) £ SV A

0. 126 Gm/VO YL AL TR  XoF G828 W IR L /K A R L o 3% i 28 IR I LT L WY e TR Y 2 5
R
4 SR

F1 10 mL 2020 MR K 100 mL A& BR AL 8 J5 T 50 mL 50 909 £ B4 k2 AT 2

654 73 OIV-MA-AS4-02E



ERAREMEF (HE TR )

BRI 3 . FEBRTETE MK A, B R FLAL )2 REEA . 4520 B P 80 Ay 0 7L Ak 2 0 ik A Ak
A . T A i KR 38 5 vT AR Bk AH DI 4 85 . SR 3R A 2L Ak 2, ml i o v L 2 B
THER .

[l i By 2 Tk -4 Tk AR ) 50 mL K ATV Uk SRR B T J5 . 7 30°C ~35°C e 8 kK &
T, REYH 1 mL ZEEE.

B 20 pL B9IZ IR MR AR B R b Im— 2% 2 om T8 B0 45 L B8 10 L BB S, 1Rl
XFEE o 5 p L BOARUEE TR — R AT LR Ab Bl 20 2 0 0 8 s (E IE# R IFEL N, T8
= ETHE] 15 em, FEY 75 min~115 min) B AR AR H IR S T8 . DA 2 R Fn At B )
fE 254 nm 2EAME N ERAE R A,

24 i P RS I X SR PR R 6T R R O R R TN R R Il PR BB 58 4 4 B R SR T OTV-
MA-AS4-02B 2. 1 2 @35 BTk ik 45 LRI

[1] Haller H. E. ,Junge Ch. ,F. V. ,O. 1. V. ,1972,n°397, Mitt. Bl. der Gd CH, Fachgruppe, Lebensmitt. u.
gerichtl. Chem. ,1971,25,n° 5,164-166
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Ji ik OIV-MA-AS4-02F SR Y

B FE 751 0 2 B 400 ] 551

(A35 3% ;0eno 6/2006 XF H&1T)

1 BREMEeIRE

1.1 RIE
FHRUFE K DR 25005 vh o3 5 0 & AR SR 35 5- Al JE R Ik 517 A= Ak Je s 20 A €63

e K 240 nm,

1.2 4=
1,201 ZRARBE B O T D0 A B 5 & B4 2 o 4l A WBCBE 4
1.2.2 500 mL 77 & b 3 3 550 1) BROE R ML o
1.2.3 10 ml 47 5 D 3% 55 ZE (e i .
1.2.4  GROBROAR GG AR

HF.Cu . /K 25 cm;

T : LHE-7K (50:50) 5

WiE .1 mL/min;

PEREARFL .20 pLl;

Hor ) % < 2% A SRS P £ CUVD) 3 5

=R

1.3 &7

1.3.1 5% Gm/V)RSAALEN.

1.3.2 10% (m/V) B RVE W .

1.3.3 48/ H L4 100 mg, W H 3L #E 50 mg, 100 mL50 % (V/V)IE .

1.3.4 (@ApEsiZhg .

1.3.5 M54 :10% (m/V)3,5- i ST s T 205 .

1.3.6  pHA. 7 WYBETR4NZE v FF 1 ARBL 1 mol/ L W #1174 W (NaC, H; O, 3H, O) Fil 1 14

1 mol/L W MIBRIESR -
1.3.7 ZAAHM(NaN,),
1.4 $§
4.1 FEmBH &
B 100 mL A5 26 T 50 B 11 BRI B i v o 45 42 58 4 1) — S O A AT JLiR 48 7 71 19 10 mL
SV A AL IA T P . R, B3k 40 mL~50 mL I .
L e T R B S — AN RS B L B 20 mL KW BEBRIE R 2 WL IE K E] 100 mL,
W B T 4 2R IR A% BB s L ZRARBR L4 50 mL AR Qb — 2 1 IR RD
LB e R H . 10 %0 B9 B R IR Ak . 78 18 . 5 18 Hh A i 4 21 9R I T koK T A
1 mL/K# 10 mL 5 B5 CO B ZE R befi b . 4 B R BEA B 10 mL B3 1R 7818 .

656  75i% OIV-MA-AS4-02F



B S 7 F0 & BE D 5 e

1.4.2 itk
1 mL .0, 5 mL 5.0, 2 mL 2 syl M 30 pL iR FNR A IR A5, i E
5 min,
1.4.3 @3k aHT
e FRR 3 SR ERE 20 p L, S AT A AL B BRI 2924 11 min, £ H R :0. 01 mg/L,
VE <A I A ) A A AL R T B A R 4 AR DL A 6 SR P AR 7 e 0 E B 4 O O A
20 LA I L %7 RURR AT A 0 1 e 1 2 3 5 R IR I 2 1
1.5 it&
R T WA B A A AN VR B R R e 5 AT A AR S AR HERE S LA TR S BT B N
R 25 G R S AR R TR

2 LEBWEE

2.1 JRIE
T AMAEF A RE S R B BRI SR A . 5 E S E
WA G W) (FE 465 nm A A Fi R WOIED J5 7T 38 i Lo £ ok Il 135 6
2.2 XE§
2.2.1 W EARYZRIRAE E L th 500 mL A JB 1 Bl 5 SR b AN 28 o 4 A 98 72 10 10 18 BE A
HAL .
2.2.2 00t AROEREE N 1 em AL,
2.3 R
2.3.1 1 mol/L NaOH /A% .
2.3.2 1 mol/L iR,
2.3.3 30 (V/V) iy it A &, H 3 B A T AT U] 0. 02 mol/ L (¥ /& fift R B0 V4 A 98 %
p mLE SR RRAAE Y T 1 mL 3 YA R BT .
2.3.4 & 20 g/L Fe'" pySALERIA W (FRIBUR T 8055 T 96. 6 g FeCly « 6H, O, % Eh 5 W 5
PR Fe® " kB, A 75 22, n R 5 20 g/L40.5 g/L)
2.3.5 BERMAAW :1g NaNJ&E T 1L 221K,
2.3.6 200 mg/L WZ AW MR 1 g/ L RV
2.4 LB
a) H 200 mL A% T 500 mL 7 B O BB S B b, 2808 SR H & T UKok i iy 28
AP R 50 mL,3A 5 mL AO U Y, G B AFGA SN2 50 mL B 45 1R 7808 .
b) B Y R EN 5 —A 50 mL By ZE B L JF 20 mL KK 50 mL BEHIE
BRI
F T mol/ L S04k BV WRORF WA I8 R b P (R pHL 340
F 10 mL 1 mol/L MyfRRRR L IR G SRS RN 300 1 it Ak S0 W AU Ak — S Ak i
WA AW & S(mg/L) M A4k H p mL AL 1 mL 3% i 04k S0 W T %
f9°0. 02 mol/ L & 4 B2 41 VA W (W AR AR I8 4 % 200 ol 76 25 98 1717 35 % 0 174 2o 480 Ak 40 98 W AR AR

7 % OIV-MA-AS4-02F 657



e E1ER S EEERE IR R

AP A I
S S

5%3.2p 16p ML

TSN ZE R KAV WA AR B 2 200 mL,

T BT VKoKW th 0 28 B B 50 mL, A 5 mL 7k Ui £ 48 H W 76 12 0T 21 3 4%
B IR 280 B T IR T IR AR E] 50 mL,

o) SN 0.5 mL FALBRE W RS E T 1 om HANLF , HH7E 465 nm T HE47
HORALER AN 5 min); R A 50 mL K& 0.5 mL S48 W AR o 25 I #E 1T A0 %

d) A o i 2k 1 2 11

%5 1 mL.2 mL.3 mL.4 mL f15 mL 200 mg/L & E4LMB R ETF 5 4 50 mL 1
Zm R P ZE KR 1 5 SR AR B 50 mL, S0 0. 5 mL G AL BRI WL, I ZE 465 nm
LS

R WAL A 4 mg/L.8 mg/L.12 mg/L.16 mg/L.20 mg/L K& A 4. XN % 2%
MM 1 mg/L. 2 mg/L.3 mg/L.4 mg/L il 5 mg/L,

LAY ) ' B T I e B Y A8 Ak i R R — SR R A 4k
2.5 it#E

000 1) A o O B M 2 A AR D 4R A (T T AT B A T b S A VR R (E (mg/ L)

[1] Searin S. J. & Waldo R. A. .]J. Liquid. Chrom. ,1982,5(4),597-604.
[2] Battaglia R. & Mitiska J. ,Z. Lebensm. Unters. Forsch. ,1986,182,501-502.
[3] Clermont S. &. Chretien D. ,F. V. ,O.1 V. ,1977,n° 627.
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ERPCREAMN A BT LW BN @
J5 1) OIV-MA-AS4-03 ik

EE PCR AR & &0 i B £ B 5T &

(Oeno 414-2011)

[EREEE]

AW P 5 2R B A S R A BB Y 6 5 i KUK R AT O BT R A A R TS
Qe % B A AR T G IE A AR P .

SYBR Green e#}: 7R AR TR AL ME B AR TR 1L O WE A A8V . 06 250 38 <F fd 1T 1
S RIS

1 EHER

VT R T — ol T R O 2 A A T b A S 2E R T A R 0 B0 L RISt
FER PCRITHOT v CE R B A AN . T 09K K& i ok A8 b 4 45 109 B 249 71 89 3 5oy
Br i R & .

2 EX
IR RO B Y O A KT A R B S A B AR — A I,
3 JRIE

PCR 5 A S 44 . 05 3o 24 605 0 4 2 P P~ 31 40 % 5 LB DINA OB 4 B 4%
M) . ot B A T AL = B IR

P HE DNA B0 2258 s B4 o 7 Taq K A: W D B4 W0 0 16 FH T 647

R FA640 9 PCR $AR L5 ik PCR HA AT DU ok 6 70Ok SR 77 DNA 7834 72
 DNA By 1k

LRI 3200 B0 P/ 2 DX EL 1T FF FLBRAE TR . — XU 26 S BBV RNA GRM
BB I 4P 3L L 55— J2 RADS JE[H . 1 FISH J7 3% —FE . PCR $ A 4 £ 15 £ 98 /%
TR, FLELAT BOA (B 1 1R 35,

i Bt PR AR (9 0045 2 A0 77 LB, 76 4505 358 JAL 01 U5 » B % DNA 74 19 a8 £7 5
PO TRIE R AR K . VP2 R E A AR . SYBR® Green 506 S Bk K iE
T A R

VAR A 1EA A1 B0 AE A SO0 DNA 0 4% 5 R P I 2 % th 50 06 1T 6 6 45 4
(0% RO TE . I AR 0 5 48 45 SR I 2 7 e — 4 45 0F 1 4 DARIE 55 ¥ IR B 19 4%

SHE.
MR

T Bk DNA $2 B 38 By B /] R N AR J7 25 (Lipd Yarrowia lipolytica) ,

+ SYBR® Green 3¢ ¢34 .

7 % OLV-MA-AS4-03 659



ow E1Es WESBREE AN

4 R FI A

JIT A SR RE b WA 20 S0 8 2o 1R R ZE VR AL B R KT DNA il (5 5802 8 A% R i) » 06 200 R
Tris-HCl fl TE(Tris EDTA, £ -}V £ 18 ) 2 vl e - T R B FURR 47K . i A 7K 0 W b
I FH B 4K il £ . — eV 4 JEZE YRR . WA vl BE L C R B 4K il & A& m
FEZE VR Ab BH I W, G I JE 5 AE 0 B A5 1 N AT HRE .

PVPP(EE 2, % B ik & 12 i) (4n - ISP Polyclar Super R & Sigma P6755-100G) ,

FEIREW :10 m mol/L pHS8 Y Tris-HCl 2% #p ¥ W, & & 1(10 m mol/L pH 8 ) Tris-
HCI,1 m mol/L EDTA,100 mmol/L NaCl,1% SDS(-|- — k3B 4D . 2 % B 48 2, s ok 28
100) , &5 787540 ¥ TE(10 mmol/L pHS8 % TrissHCl,1 m mol/L EDTA) ,4 mol/L #
M2 iz, 2 O W, B B PCROARMEAS 1 A28 i He 28 13K T 19 B8 40 7K KO (20 mL)  4°C ¥ K
pHS8 AL FI A W 5005  IAACR A =24 ¢ 25+ 1 1 1 pg/pl Rnase A IR BE) . —20°C
HIEIF W : WHFr, SYBR Green (4l iQ SBYR Green Supermix Bio-Rad 170 —8884), 5| ¥ :
4 pmol/Lf¥ Brett rad3 Brett rad4 . YAL-F f1 YAL-R & —.

T 37°C . BT 5 2RI DG Y b SRR A 0 25 A S8 XU R AT R T S R T
IR Y Wy ik B A L TR R RS A A T .

PCR 125 LA
4.1 BEER >98%
4.2 KB W RILEE24: 25 D i
4.3 EAMK 1215 U/mg 7& [1(16. 6 ng/mL)
4.4 SDS >99 % B4t
4.5 Tris basc =>99. 8% 4l
4.6 BSA Gt = $l

4.7 pH S IEHI

4.8 PVPP 360kDa

4.9 RNase A 70 U/mg ¥

4.10 TEpHS 4t

4.11 5|4 25nmol

5 {UFEMHFH

PARMEERE :2 mL A HE S . 1.5 mL Al 1.7 mL BOBET . (168 (10 pL) L35 68,(200 p 1) I
B (1 000 L) B ME W Sk o (& % W 2% P20, P200,P1000,P5000, 96 fL PCR i Fil ) 2
i Tk FE .

BEESER (4 500 pm)

o R ZE VK I LT~ (20 mL) (TR Al JE K, e 7 PCR fl—19) .

15 mL 1 50 mL 2.4,

660 75 5% OIV-MA-AS4-03



TEPCREANEHETHLBETITY oo

B4 HEIR WA (P20, P200 . P1000, P5000) 5 13 48 B 0 ML 5 417 20 M 1 1 sh g 4 28 (.
GenieDisruptor) ; 7 45 2 6 MG AL GRS i PCR K2R 7= A 98 6 1 2% R 56D (1 PCR A 7
TIPS B MRS 37°C T B K KB 5 100 mL 255550 mL i 10 mL 25 &8 ;
100 mL HE#F 550 mL BEFF; 10 mL BER s B ) i P

6 I (HEmEE)

6.1 Hmit#

A Ay NS AR e Rl N2 i B e = S s S

MR R AN i 5X10° CFU/mL B, 3207 2600 45 19 19 B 50 (L 46 K1 AT L.2056) AR 23
ZR T . BB O R B K TR AE B e S T R & i R )
LRI

T« 25 FH BT 2 0 X I R B AT RN CFE BN A 3R A R K B D L 45 M CFU/mL (i 74

I B o . MR B L T SEIE PCR 437 77 5075 31 9 245 58 1 GU/mL (G 037 7% .

6.2 MEREIHI&E

W I IR BE & T Ak (Yarrowia) 1E 28°C MWUA YPD (2 B 25 1 PR 4 45 1% 15 77 58D 35 9% 2
ODy H (600 nm &b (%25 % B Sy 1(Z475 48h),

TEAGI ODyo Ji7 » &8 3K R B S 1. 0<10° CFU/mL(10D=1. 0X 10" CFU/mL) ,

¥ 110 pL % 1.0X10° CFU/mL ¥ 7 W BORE S SR 8) 1.7 mL BBUE T 7m 110 p140%
(9 H T A3 2 A R RO O 5.0 X 10° CFU/mL, R4 4 —80°C FhkfE. MW LT
5 A A T R ARSI
6.3 BARMEE

100 mL pH 8 10 m mol/L ) Tris-HCL: F#rEL 0. 121 g A9 = & 3 B HE (41 : Trizma base)
JEHT 80 mL MR ALK . ] HCLIEAT pH. Bk 3] 100 mL, @ AR KE.

100 mL TE.#kH 0. 121 g =& W &3] 80 mL /KM%, 1] HCL 835 pH, %1 37. 2 mg
EDTA , 3475 pH 2] 8CH B T EDTA ##) J5 sk 2] 100 mL, & K78 R KH .

100 mL %% 1: 4145 50 mL TE 2X 3% 10 mL 1 mol/L NaCl.10 mL 10% SDS(¥/%
IR A A1 2g Triton X 100, 4R J5 fi7K £ 50 mL,

4 mol/L BEFR%E K% 15. 4 g BERR A MR AE 50 mL @4k,

100 mL W 5007 TAAC25 ¢+ 24 = 1) 7800 48 mL G445 F1 2 mL 5% E %] 50 mL ff pHS8
TE 1A B R By W 4 CHEAE

1 pg/pL 19 RNase A: M 4li KK 70U/mg ) RNase A ¥ # (. Sigma, R4642 —
50MG, —20°C i f7) Fi B . RNase fiff £ W 1 Mk B2 00 50 b 1 7 348 FIAE A0 B0 i) RLAS 50 B o F
B AT AE A 4°C T ARAE 3 A

4 pmol/L Brett 519 : 4% 100 pmol/L 9 51 ¥y it 45 W (2 B T £ 57 i $2 £k (9 3 48 opo
4 pmol/ LAY Brett rad3 (GTTCACACAATCCCCTCGATCAAC )l 4 pmol/L Brett radd (TGC-
CAACTGCCGAATGTTCTO) IR A F] 1 mL @4k, 75 —20°C R Al {4y 14,

4 pmol/L YAL 5[4 : ¥4 100 pmol/L W) 5] ¥4t 4 W (2 & T 4L I # £2 42 i S0 b |
4 pmol/LfY YAL-F(ACGCATCTGATCCCTACCAAGG) fil 4 ymol/L YAL-R(CATCCT-

7 % OLV-MA-AS4-03 661



e E1ER S EEERE IR R

GTCGCTCTTCCAGGTDIRAH) 1 mL #84li/k ., 75 —20°C Fal G224 1 45

7 R

7.1

7.2

FHF o3 AT BRE 8 S IR AT RE A

BEGTELZEN - FH 70 Do RS XM S B o FH SRR 70 D0 RG B R ENE T BE IR OIZE
B 15 mL~20 mL (%7 450 F¢ 5 5] 30 mL 9 — UM JC R 8 R .

4 B oy B

5 B WA AR U

FEAEFE T W J00LE 1 A1 138 B 2R ) 2 AR b ilE AT

B 1 mlL 8250 FE 5 OOR R R 3 2 mL HLIBIE 55 0408

BNV FE H 5.0 10° CFU/mL I NF5E 20 pl,

9 300 g FEL 30 s,

RIS 2 ISR

P UTTEEIFEAE 1 mL 10 m mol/L pH 8 ) Tris-HCI 1,

9300 g FES.L 30 s, 8% FIFWK.

il S 168 R 355 1 T D Ak VR A R B MR P, —20°C R RAE 3 AN A

— ¥ I T DNA il . o) — 816 — 20°C T g A7 24015 C 1A 45

DNA H32 BX

AT G BV VR A DCVE AR B, — IR ERAEANZE AT 24 (3 FE

AT FRE AR 0.3 g 200 pm~500 pm [WBEESER , BRI HCh 12018 PVPP,
W 200 L W 1.

@ 200 L A A A5 TAAQ24 2 25 D),

FH B Sh3EFE 255 40 M B 7 (A0 - Genie BERERS) 4 UK, BRIK 80 s, BRRBE RIS 415 80 s 244

(BT —20°C %M .

VR 200 uL 9 TE,
15 700g B> 5 min,
NS 400 pL 19 EJEKARE) 1.7 mL @38 . an R AR, iR & W A2 b T Y

B

A1 mL Y JEK 2 B IR OB IR G 4~5 L IR R TR RUNE

15 700 B.0> 5 min F 52 GUBURI RS B 25 L k.

W UTTE BIFAE 400 pLTE F1 30 pL1 pg/pl RNase i1,

7E 37TCNIRE 5 min(SRJ5 [ F] 48°C).

BN 10 pLo 4 mol/L MEERREE A 1 mL 10K S B {8 B IR A5 .

15 700 g B.0> 5 min,

T AR W 80 2 L 3 AR P I R G 2 B P ) TR

K DUTE T4 CHEIT 35 U IO 48°C IR &R h 29 1 b,

A 25p L 9 TE BNPLHEH e ik % 07 72 4°C T ACE 1 h~18 h(H 8 DNA %) . H

F 8l P4 IR 57 (—20°C R AR AE 5D

662
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7.3 & PCR

TEPCREANEHETHLBETITY oo

X — A R A R R I Brete rad3/4 51919 2 FLLLSCHA YAL 51989 2 A~ AR
fLo FERAFA . TE /R0 HIR BEAT S X AR 09 B0 51 9 B PEXS B, RIS i —20°C
A A AT ZE ORI 7 IR DNAFE Sy BH M X B A B X BRSO 5 L i A
(4.5 UG/mI) ffi 2 S i AR FGA 3 25 pl.

PCR 3 5i H WL3& 1.

=1
16 30 %4 i) /s i Bz /°C
1 180 95
30 95
40
10 64. 6
A 2R TR LU 10 s R 0. 5°C Y EURKER] 90°C IS d#E iy .

Brett 5|2 = YAL 5| ¥ L2 =2 X FE i 2+ 2
R 2 WoR TRERD RS BT LB A TR A TR B R A R BOC AR

xr2
SYBR Green I A
BE B LK BLK /L. IR/ +pmol/ L ST AR
L ne
1 4 26.3 65.6 13.1
2 6 36. 8 91.9 18. 4
3 8 47.3 118.1 23.6
4 10 57.8 144. 4 28.9
5 12 68. 3 170. 6 34.1
6 14 78.8 196. 9 39.4
7 16 89.3 223.1 44.6
8 18 99. 8 249.4 49.9
9 20 110. 3 275.6 55.1
10 22 120. 8 301.9 60. 4
11 24 131.3 328.1 65.6
12 26 141. 8 354. 4 70.9
13 28 152. 3 380. 6 76.1
14 30 162. 8 406. 9 81.4
15 32 173.3 433.1 86. 6
16 34 183.8 459.4 91.9
17 36 194. 3 485. 6 97.1
18 38 204. 8 511.9 102. 4
19 40 215.3 538.1 107.6
20 42 225.8 564. 4 112.9
21 44 236.3 590. 6 118.1
22 46 246.8 616.9 123. 4
23 48 257.3 643.1 128.6

77 i% OIV-MA-AS4-03 663



7.4

o wEBFEE TR IR

# 4 pmol/L Brett 514 H1 4 pmol/L B YAL 59 N vKA B .
WU SYBR Green 32070 Cain S 5 i (8] 9l AR AFAE 4°C B AFAE —20°C)
il % Brett IR AWM YAL RS W . 4 1 32 dr AR Hi B b 50 v 45 9 XoF o 114
1 20 pL AW A B 5L IR .
W5 pL ¥I5E 9 DNA B ) 3 2h 5 R a8 (EUR A 5 L AKAE R FIPEXT D
PR WO AR
HERHIEE
BUN AR B3 A AL BRAS o CREFTHF ) .
PR Z L E I 100,
Gy AT G T T T HEAT) »
BIPE X BN 2 7= A . WS g 3] CAE/NT 37, A A, e i 7 A I T 5
Brett BH X BE . CAH L HHEIT 25,46 550 82.5°C (+0.5°C )
YAL bR Q3845 Co A8 WA I 7= 4 (4 94 23 (84°C 0. 5°CH . WR =Y AFF IF 4

Brett {55 i dk 2 AN BE B % 5

R il o KA AT B SRR B BERE YR T, {E(82°C £0.5°C), HE T, {H ] 52, G

PIGIRE, RIRidsw CEIFE BN fErr e 2k | .

8

T C R AR B ARIT 51 1 20 (5 35 B 5 B8 B ifs (9 s ] . PR B R 3N R 37 M i U5 Hh SO0 (R 5 ity
i8> PCR {63 UKL

8.00

log (UG) =—log (2.03)xC+12.3

-~.

1 >1.2log

I=121
(I, =1.6log) o8 I>1.2log
OOO T T T T T T T T

20 22 24 26 28 30 32 34 36 38

HE(ER)
5 WA B FE /R A R L 3. 1107 2 3 CFU/mL B AR A8 14 R 25 105 (3 Fh 1 4

ZIV0 L2 FhRR LA A . O Ry 2R R S 2 B R R LB A TR 9E. 1 1% PVPP ff
TE T $#2HL DNA,

664
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TEPCREANEHETHLBETITY oo

AN [ 20 14 780 2 09 R T AR T R Y — RO A R AR E 4R .
MR i 26 AR AT A 2 R A B R GU/mL GREAZ AL/ mL) .
logGU=—log(2.03) XC,+12. 34

9 FEHMHE . XTBENDBEIESH

9.1 &M . EEUMBIM

6 st A i 24 2 A A L0211 B RRAE Mk EEJE B 0 CFU/mL~2 X 10" CFU/mL i}
A WA o 1% LV R 8 0 43 2 AR 30 10 8 7K P A 4 T v A 6 2 K0 7 I8 B A0 % H
W . &S0 log GU RIS E Y log GU BYOCF T IH 43 ke 434 . [0l 05 R 80 R
FIAEE AT R R . ARELLE o= 10 14 XU R 28 2o 56 90F 1 39k 483 £ 1 ] 42 52 g I A6
R,

W% 07 1 ORI BE FIAL GE 8 97 07 16 I R A 4 R A LU 4. 3 7 484 2 1 45 19 DNA $2 A
A4 B SR A PR [R) R K F B9 LO2T1 Bk - 1. 9X10° GRpD al 1. 9X10° (i) CFU/mlL., %
— P DNA #2285t 4 H K PCR. AURE LM CSO) FIFRBLE (Seo) B A5 HEfi 22 D P il
WK1 log GU PT343 (£ 3) . W i PCRMTF S, Al Sp AR AR B2 AKCF T AL
BRI KT SeE L S, RARZ . PR AR M 22 35 0 AL GE U W 27 Dr ik i . axX 2
i T B PCR SRR D B 2385 0 .

®3
S B
[l 9 7 72
R (ESD) 0.957(0. 044)
HIE(£SD) —0.049(0. 142)
(1] [ A 4 Fmp > F(1.18) : fR T £k M4 1
B 1R 2 Fogpu <<F(4.18) . o #1153 22
1 i
B PCR J7iE S, (I He B /i vk ) 0.26/0.25
WAE R S, (IR /=W B 0.17/0.04
& PCR Jrik Se (IRHREE /=5 W ) 0.29/0. 41
AW 2 S (IRIRE /B E) 0.17/0.04
T
A3 NFE A I (E (D) 2.39CE & PCR 7 ¥:) /2. 25 (WA 5 )
Sk D 1.18
EEK Y W=D/SxD 0. 11<<3 fEHf A 3532

9.2 #YPFR(LOD)FAESR (LOQ)M™
LOD Al LOQ #5 /5 i3 7 ¥ i R AT . LOD 3% 7 2= FF BE & I H 10 e IR %0 & LOQ
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F1E oy wWEBREE TR IR

JERERE B E RN, TE R A TR, X e ST DU St b s i ok . SR, E i
PCR ANAAAETE 5, BRI AT P A H A 09 J7 222k W€ LOD M LOQ i . 25 —FhJr ik &
M0 R 3K 56 T AR A5 0 R R AR oE R 22 ok AL SR FZ O ik LOD Al LOQ 435
3 GU/mLA 31 GU/mL, %5 =FpJ7 iy LD J2& A 10 M 37 5255 B 345 19 B P 45 2R 19 1 4k
AR . Sy BT EERD 5 BB R G 14 FhOss 4 10 0 Bl oT LA 9626 & A 101 CFU/mL~
250 CFU/mL @ 5 (48/50) Bos FAYEF 5, 4 & = & 26 CFU/mL~ 100 CFU/mL W4
83% (49/59) MM, N2 5 CFU/mL~25 CFU/mL N 65% (44/68) JyBHPE ., P . 3X Fh
D7 AR A BR7E 26 CFU/mL~100 CFU/mL i [l . i X 5> PCR SL5 #F 17 R 4 6
B, ML AKX A —p)*iiEsE LOD{EN 5 CFU/mL., 7ERE# R 5 CFU/mL i, 88% 11
FE S B S B 80h 25 CFU/mL B A i BHAE R 2 97 %,

[1] Phister T. G. ,Mills D. A. ,2003. Real-time PCR assay for detection and enumeration of Dekkera bruxel-
lensis in wine. Applied and Environmental Microbiology ,69:7430-7434.

[2] Cocolin L. ,Rantsiou K. ,Tacu min L. ,Zironi R. ,Comi G. ,2003. Molecular detection and identification of
Brettanomyces/ Dekkera bruxellensis Brettanomyces/Dekkera anomalus in spoiled wines. Applied and
Environmental Microbiology,70:1347-1355.

[3] Ibeas J. 1. , Lozano 1. , Perdigones F. ,Jimenez J. . 1996. Detection of Dekkera-Brettanomyces strains in
sherry by a nested PCR method. Applied and Environmental Microbiology ,62:998-1003.

[4] Tessonniére H. ,Vidal S. ,Barnavon L. , Alexandre H. ,Remize F. ,2009. Design and performance testing
of a real-time PCR assay for sensitive and reliable direct quantification of Brettanomyces in wine. Interna-

tional Journal of Food Microbiology ,129:237-243.
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F L) E OHEH M W IR
771 OIV-MA-AS5-01 Ji R

SR BT AR B A A AR X 5

1 FERE

1.1 fHiEA*E

OV 8] [ 5] 25 T R TS 26 R0 SC 1Y) 5 b 88 28 08 22 R R I8 AR A A A IR T 4005
T S8R A 2 T D S AN R T 100 . BRI T L g AR i s L S TR 7 T DA X Gy, AR
T3 BAGE A i A A T RS T B B
1.2 XRABERGEZIHATITERNMFESE

P73 A S 5k Ak 4 265 G 1) SRR AE 9 I T SR B 7 i R A A0 1 S BR S 2 2 AT
AT S0 .

2 WWEFE

2.1 {X&8

AT JIEE TR EE .3 m AHHAE, NS 2 mm;

[% %€ 48 : Carbowax 20 M,20% .

Ak A3 4 2k CHROMOSORB W60 H~80 H,

o A A

R AR 210°C

Kl 5 : 250°C

FEFE :70°CHEE 6 min; K5 #2 7 FHilt . 6°C /min;

LRI 170°C

WA R AR BN 7, MR RBIE TR,
2.2 XWHIE
2.2.1 #HmHlE

Fi BEOF 50 Z5 R 647 20 8 < 1) 25 mL ) RE b o Ak 88 46 7 oo Ak i 4 45 T D R im AL 7 mL
RN 15 g BRERE (NH,), SO, Bt dk , 8 B 42 .
2.2.2 B

PEIBCAH HLAH AR 2 p L F BR bR S R 0 AT B35 20 BT o 38 ) 8 DA TN R I3 1 Tk 07 i 0
7T 45 5 1 T 2

77 i% OIV-MA-AS5-01 667



okr

ow 1M BWEBHNEE TN

%

3 AEEEWRENETER

1 EE
1.1 KEZ 300 mm, N4 10 mm~11 mm, Bt A 558 5 88 GF 28) A BB AL
1.2 TR kAL,
1.3 HEH§.100°C,
1.4 @35 EITEL.
1.5 (o i as sl A W A% .
i

1 W .4 mol/L. BT & H#R 150. 9 mL oy« =1.227 g/mL),
L2 EEHERE MR AR (i MN 300) (20 em X 20 cm)
3 B

T g/ LRI I A R 5 R
1,84t 2 5 AR

H R (020 « = 1. 227 g/mlL) R A
FHZEWKESZ FE 24 h R A
3.2.4 HRUERW

w W W W W W w w w w

il £8 7K i W

Fr SR 0.25 g/L

LR 0.5 g/L

Pyt iR 0.5 g/L

WA R 1.0 g/L

SRR 1.0 g/L
3.3 $R&

3.3.1 BFXZHENG&E

2% OTV-MA-AS313-05A 5 45 /% ,
3.3.2 BHBITEBRNSE

AR AE B T38RI 09 [ 2 35 200 OTV-MA-AS313-05A i £ R #4744

SRJE T 4 mol/L i F RV W (100 mL) P J5t 48 11 7 A % F 100 mL %5 dab i WS04 e O VK
T8 A0 CTesE 78 K A% P 4 TR Ve, 1 mL 281K 59
3.3.3 @iENE

W 27 4 ZHOIAE 100 CHEA It 2 h Mk, 4 10 pL FEARVIEI 10 pL A7 3R R oAt
HLRRAR S BOMTELT e Z ALY 2 em SEM R AR 2k 1o AU A 35 6T P 45 min, FEE
JEFFIEE R F] 15 om mkb,
3.3.4 @wiEREF

B R E T 2R T 23T EL R P A R R 58 4. e i 6 0 3 S b B
EBE A Ul A R I A7 TE

668 75 5% OIV-MA-AS5-01



BUEETHNECHESENRD oo

H Ao X R T AT R B LA A L R s v U ) X R AT R AT LR I A S R 2 A A
1E T o Mrkeah

Method of Screening:

1] HARVALIA A. .F. V. ,0O.1 V. ,1980.n° 728 bis.

[2] Chromatography ofcitramalic acid:

[3] Dimotaki-Kourakou V. , Ann. Fals. Exp. Chim. ,1960,53,149,

[4] Dimotaki-Kourakou V. ,C. R. Ac. Sci. ,Paris 1962,254,4030.

[5] Carles J. s Lamazou-Betbeder M. & PECH M. ,C. R. Ac. Sci. , Paris 1958,246,2160.
[6] Castino M. ,Riv. Vit. Enol. ,1967,6,247.

[7]1 Kourakou V. ,F. V. ,0.1. V. ,1977,n° 642.

[8] Junge Ch F. V. ,0.1. V. ,1978,n° 679.

[9] Rouen J. ,F. V. ,0.1. V. ,1979,n° 691.
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SRR AR o

OIV-MA-B1-01

S EN BRI

X T 4 04 ) Jo a4 o AT LA SE S A0 P RN 7 AT

a) 38 B AN

b)) X6 4 2 10 HH A8 S R AE B R AT I E

AR v A S R A AR TN 5k R S B e S o R A R PR T A R B
9 2% T A BT D0 R 1 5 B SR PR R R EATITEA

2T R BERRAE B O DN E B R DA SRR 2R A

L 7] 250 T 7 oMb 52 o R < A 4 T S AS 1 B AR (1 S IR ) 5

2. 1A 5 S R A AT B S R AR R AR R AN (2 SHIE )

B2 1.2 5 UE A5 BEOR A A Al A9 98 B 0 A I L AT LAGE 2 A TR A O SR AT MR B R

3. HAte Ry E FR ARG (3 5 IEAD) 5

M 2 S Uk A5 T UG BR 28 3 AR S 5T AT

WA 3 5k A5 AT LA SR 2k 11 R B A G B AT

AT b P9 B Bl kR 2 A BE [ A 48 A £ HR JBRE IR L A OTV A i A5 3R 1)
A RLEORFECIEAT A SCAG I At A1) £ AH 5 T7 o m] LA ZER BEA TGN

X T 52 3 2277 S TE Y > S Al B ()80 i G RS Bl 5K SRR . R i 58 ) R ik ) e Ak B
KU

W B BRI 2 M 5 o 3 77 A0 AR 3854w O ARG O 3%

OIV-MA-B1-01 673



ow E2WH SIS

OIV-MA-B1-02

5 #iE B

1 SiEH
— B
&
— 20°CH L
—— 20°C TP RS 5 s
— RTERBY(g/L);
—HE g/
— B AR (mg/L)
—pH;
BRI (/L
— I RERE (/L)
B R A AR
— VRIS )
St 1 K 1 R R i T RS R 1 R R TR R
2SR
Bk 150k o 5 Ah 7 m ALY TR 5 H .
— JRFNEE MK (g/ 1) 5
— B (g/L);
— 8k (mg/L);
i (mg/L)
— B A AR (mg /L)
— AR (mg/L)
SRR IR K BB AIE 5
—HFERR (mg/L) ;
— AR (g/1) s
fEAR-H SR AL
— R
PLTR A AT %
— I EREH (mg/L)
— 5 BE (mg/L);
TR £ (mg/L) ;
— R
— ATERRE.
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EYBEPERYRRATEZIRE o®
OIV-MA-C1-01

HEAERIMYREXTEZRE
(2011 &% %)

o FrEEMR:1 g/L.
o PEREVERREE : 20 2w i g/ Lo L0 fin o R 41 48 49 119 (el O 45 81T /7 & Rk S 2 1
7 9D 4 e M TR R T g sl e LG PR
o fif 0.2 mg/L,
o il1:80 mg/LCAMIER % 75) .
TR 1 mg/ L O S g K S 4 44 Fel 14 38 2 179 491 2 o 7] B8R 2ok St BRD o
5%:0.01 mg/L,
i (434-2011 OENO) : 1 mg/ L. 7 H oK & B sl 52 U e 45 1 09 11l W 4 2 mg/ L,
ZHEE 2 mR<10 mg/L,
TRERE 215 mg/ LOR FIA P 8 i 07 0 8w AR .
.<70.1 mg/L.,
S T AL : Coneo 9/98) .
&2 4 g/L I Y BT rY 2145 %975 : 150 mg/L,
W28 4 g/ L 3B J5E ) T i 1 A 4 108 FOBk 2185 %45 119 : 200 mg/ L,
it 4 g/ L B0 B PR Y 5T A 214 2 T Bk 21 4 T R f AT - 300 mg/ L,
FERAE B0 T o —Se i 1 8 4575 : 400 mg/L.
J W/ 2K 2 s . <10 mg/L
ALY -1 mg/L Ok A A7 G Pk b P 4 2 el 9 7 2 109 BR Ah 7RI R KA AR
YK AT 3 mg/L),
. (OENO 19/2004 ) .
21757457 400 mg/L,
F 4 28 T ARk 214 %5 8 250 mg/ L.
it &R ACCST 1/2002):2 pg/LGE T 2005 4RI SR 457
#:(13/06 OENO) ;0. 15 mg/L, i F T 2007 4 JF 4R il 3% 0 % 45 7 .
N bE-1,2- 8 /N ZEFE(20/2003 OENO) .
¥R A AW 150 mg/L,
AL VI 47 . 300 mg/L,
R A1 (12/2007 OENO) :80 mg/L,
REE 1 o/ LCLIBRERER 1)

(ENA TSI =R

e A T 28 Iy 2 b 2 A U I A T l

it 6 26 1Y 1.5 g/L
f‘ﬁﬁ%ﬁﬂﬂ?@*ﬁ@iﬂ’iﬁﬁﬁ@*ﬁ?U%%‘?Tﬁ%%@E"J%%‘@{

OIV-MA-C1-01 677



o E3WH BERYRBATEZRE

T e 4 5 7 3 ) 7 T
R i 7R 25
— R AT 2.5 g/L
e 5.5 mg/L

2.0 g/L
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FEE D o®
OIV-MA-D1-01

B & OE R
(R oeno 4/91)
250 R A T R S A R R TR
AT TP ) A AR R SRR T T B R AT A A 4 Sk, B R 200 mg/1.~300 mg/ L,
T SR 2 0 b AR v R ) R A M R (R R A 0 R AR ) O BE 1 BH A 4 A 0
AR B SR T A g 1T A KR A ) N T A HAL A S W O TIE . RA A
T ) 4 2 T R T2 A e DR TE A 2 T Y BT
NNk AR R N N e

OIV-MA-D1-01 681



o F4EH B
OIV-MA-D1-02

HEEEFAENGES
(R oeno 5/91)

=

He T 22 00 T ™ 4 2 T R P S 0 B e DL R R B S Y A 2 b R AT
— FRCTA S A T A0 A IO TR A R el T TR A R R 22 BRI L TR A AT RE
JI A AH G Bt o AT D0 A AR S U o T I 2 R B [ e b O 2 R T 0
25 TS 4 AR )52 T 491 0 A T T B0 TR A P o e R M T e Y T T A R R L e
TE S JEE e M i T 2t — 2B BRI S R
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FEEPHAETFRNEETRE oo

OIV-MA-D1-03

BEAPHETNEETRE

(R Oeno 6/91)

FE

1 25 G v SRS T ORI B A R B S IO T A R R I e B A A L T Y S DA R R
ZUF. BHEBELT ., S H SRR,

SR FH 3 0T VA 2 1 A8 4 el P T TR ) RS AT R A T S A T S R S

T R 2 e S A v T TR R AT P X T R s, KRR TR
b B kb 0 K HEE B BUBOK L S T/ N T R S BE AR H R
L 3 B8 A A 48 T v T R (NaCD —F¢

N A S A A R BRAETERR RIS LT L S R T 60 mg/L,

e % N YrSE W ae INE T o R I € L W e R R S S U R RN
F 78 R AN B A% 22T B T 1) A T A R R A

OIV-MA-D1-03 683
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BHMEN S

OIV-MA-AS1-05

ARE RN

(R Oeno7/98)

OV WAy B 1« I B 4 2400 T8 RA 4 T 20 A 07 3k DR ) v BT 1 o 9 07 3k A S i A7 AE At A
A FR B Al A 07 i . X ST YR R BT A A H AN Rl RS A R D A
Az T S b B T v ARG 3 A R AR 5% . SR B AR X U T N T B A
0T BE L [R] IF 33E 0E 1 3 A A I A 1) K R

T S5 R A% LTI 26 T vk L O ORI B e e T R0 R 4 T o A O TR R A ) BT ik
J7 3R O1V B S0 -5 (HEIR ) b T 19 225 05 i AN TR) i B A7 1l 7 i i E — &
S A AN TT S

7R o DU 4 T P T 7 R R 2 o B R 1 O ORI T BT [ PR AR ME L O AR S0
= AT A7 SO o A e oAUk

OIV-MA-AS1-05 687



# 5 LREREBRIE

OIV-MA-AS1-07

06 = (8] b X SLIe

P S8 9 A2 0 3 M7 07k B ORS B Bt AR AR AR L DL SE B B B A - R BT R
TR

N AR AR BORE S T TR — 20 M7 07 05 AR TR A 25 0F T (TR — S 30 B L fE R] — S & I
o FH AR ) A ASC 8 8 o O AR S 300 PR i 453 310 A9 2 S 0 a5 2R L A L B A R ISP A A ik 57
I3 45 2R A 5 R 4 0 i 22 1

PR 5 R TR A ol I TR] — 23 A7 07 1 AN ) 26 10 T (8 AN [R) 52 36 B3 A [l AR 1 45
A Tr] S5 58 4 M/ BN ] BRF ) ) A 38 1) ik S 0 s 45 SR 7 RS ) HE 3 K1 PA 7 A 2 S 3 2R
PR e 246 %o Al 2 0L

AR S 25 R R AR 58 4 1 OB T 1 6T BN RE i AT K BT AR B A R . BR AR
LB 9500,

[Zm]

o JHMESE 56 B9 T7 3R R AR EAL T 15 - RV BIAT J7 3 b s £ 00 LS AT I 5 s i Y
Jiik.

o LS T G 250 B WA

« ZL 10N ERES H M,

o RIRAE ity R AT HE U — PR RO A

o W IOk B A UL U E

o Z 5 XS BN ST Ll R FI 2 5

o 2 HO S50 3 B U HE X S 0 R Y [R]— S 06 4 Y [ — S 5 AT Y

o JERE H MO IR AT SE I AR AN [F) TS5 T VR B R AL S SR R K

o 30 B A 25T R ] A 0T 0 QA ) R ) A 4

o IR I0 BE A0 AU 7. HLE SR E

o JITAT S5 A B 25 SR Z5T TR TR] B B0 fR B A TR 57 B0 AT 080T

o IMAURHIBAT B R R T T S A Bl . R4S Grubbs K80k A — AL 8L
IO 2 ) ZEAEAT BN ) =

(5t E])

RSO GETH AT LB D B R I e B R a0 B AR T R L 25N A
PR B AT G A . A 2R AR A G B0 3P (RO RV BE (o) Z [ N7 T &R PR &
(y=bx B y=a+bx) ARG © KA r R B [BIA{H .

BB T & A B ML AR B ELAT 5 IE 25 0 A

AT

(DEALHT ARG Grubbs 16565 14 bR B BE(E . 25 I (EDR 48 5 0 b 552 96 6 A9 I 22 K
R ANBEBA A BEAL IR 25 B 25 5 o 312 2 M 0 1k i D 22 1) S RS B
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TRFEENLE o

(2)il id Bartlett #6562 Fl Cochran 4 56 vk FUH SR J5 22 R A A 2 75 I A1 52 56 25 4T 38
PR R AR BAE o S0 BRI L BAT G i 22 1 19 52 5 =

(3) 3 1 7 25 73 Mr £ R A 52 50 48 09 R GE R 22 . JF AT Dixon A6 56 3% B % B S B3 (L
S BRIRLEAT 21 28 B A A S %

(4D ) FH R0 4 1) Bl 350 0 AT HR P o R R bR G 22 S, DL KRR IPE R OFIE Y B i

i 2% Sk .
W WAFE .
i(i=1,2m) S % G
n; MR © 586 2 A5 2 A I 06 25 SR 3K
N = Zn, FITA L6 % A0 56 45 SR BB
i=1
2= 1,2n,) 550 AN S A AR I 4 R RUE
=13 1SR R T 49
i
= 1 & “
xr = 7 X; m»%zﬁjﬁ
Ni:1 =1
S _ 1 & . . 2 - N~ == — v
P = ij(l,*l,) | A%ﬁﬂ"]ﬁ‘(ﬁﬁ%
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TRFEENLE o

Dixon #:I& %
A T AN F A S 56 % A Y K Tl T Al 52 56 2= ) 4 .
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HEKKRSE T E.
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¥ QIE R KM 52 5 Py P EAT H &

a) WA QA M RAE K T P=95 Y0 It 07 A9 4B, A S 21 B A B A o 1ED
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#& 1 Grubbs KFENIRRER

n; P=95% P=99%
3 1. 155 1.155
4 1.481 1.496
5 1.715 1.764
6 1.887 1.973
7 2. 020 2.139
8 2.126 2.274
9 2.215 2. 387
10 2. 290 2. 482
11 2.355 2.564
12 2.412 2.636
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EEEN LRF

JA 8 RIE

&2 Bartlett IEABIBRER(P=95%)

fln—1) X fGn—1) X
1 3.84 21 32.7
2 5.99 22 33.9
3 7.81 23 35.2
4 9.49 24 36.4
5 11.07 25 37.7
6 12.59 26 38.9
7 14.07 27 40. 1
8 15.51 28 41.3
9 16.92 29 42.6
10 18.31 30 43.8
11 19. 68 35 49.8
12 21.03 40 55.8
13 22.36 50 67.5
14 23.69 60 79.1
15 25.00 70 90. 5
16 26. 30 80 101.9
17 27.59 90 113.1
18 28. 87 100 124.3
19 30. 14
20 31.41
% 3 Cochran KA IBFER
n,=2 n;, =3 n;, =4 n;,=>5 n, =6
" 99% 95 % 99% 95 % 99% 95% 99% 95% 99% 95%
2 — — 0.995 0.975 0.979 0. 939 0. 959 0. 906 0. 937 0. 877
3 0.993 0.967 0.942 0.871 0. 883 0.798 0. 834 0.746 0.793 0.707
4 0.968 0.906 0. 864 0.768 0. 781 0.684 0.721 0.629 0.676 0.590
5 0.928 0. 841 0.788 0.684 0.696 0.598 0.633 0. 544 0. 588 0.506
6 0. 883 0.781 0.722 0.616 0.626 0.532 0.564 0. 480 0.520 0. 445
7 0. 838 0.727 0. 664 0. 561 0.568 0. 480 0.508 0.431 0. 466 0. 397
8 0.794 0. 680 0.615 0.516 0.521 0.438 0.463 0.391 0.423 0. 360
9 0.754 0.638 0.573 0.478 0.481 0.403 0.425 0. 358 0. 387 0.329
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TRFEENLE o

#3480
n=2 n, =3 n, =4 n,=5 n,=6
" 99 % 95 % 99 % 95 % 99 % 95% 99 % 95 % 99 % 95 %
10 0.718 | 0.602 | 0.536 | 0.445 | 0.447 | 0.373 | 0.393 | 0.331 | 0.357 | 0.303
11 0.684 | 0.570 | 0.504 | 0.417 | 0.418 | 0.348 | 0.366 | 0.308 | 0.332 | 0.281
12 0.653 | 0.541 | 0.475 | 0.392 | 0.392 | 0.326 | 0.343 | 0.288 | 0.310 | 0.262
13 0.624 | 0.515 | 0.450 | 0.371 | 0.369 | 0.307 | 0.322 | 0.271 | 0.291 | 0.246
14 0.599 | 0.492 | 0.427 | 0.352 | 0.349 | 0.291 | 0.304 | 0.255 | 0.274 | 0.232
15 0.575 | 0.471 | 0.407 | 0.335 | 0.332 | 0.276 | 0.288 | 0.242 | 0.259 | 0.220
16 0.553 | 0.452 | 0.388 | 0.319 | 0.316 | 0.262 | 0.274 | 0.230 | 0.246 | 0.208
17 0.532 | 0.434 | 0.372 | 0.305 | 0.301 | 0.250 | 0.261 | 0.219 | 0.234 | 0.198
18 0.514 | 0.418 | 0.356 | 0.293 | 0.288 | 0.240 | 0.249 | 0.209 | 0.223 | 0.189
19 0.496 | 0.403 | 0.343 | 0.281 | 0.276 | 0.230 | 0.238 | 0.200 | 0.214 | 0.181
20 0. 480 0. 389 0. 330 0.270 0. 265 0.220 0.229 0.192 0. 205 0.174
21 0.465 | 0.377 | 0.318 | 0.261 | 0.255 | 0.212 | 0.220 | 0.185 | 0.197 | 0.167
22 0.450 | 0.365 | 0.307 | 0.252 | 0.246 | 0.204 | 0.212 | 0.178 | 0.189 | 0.160
23 0.437 | 0.354 | 0.297 | 0.243 | 0.238 | 0.197 | 0.204 | 0.172 | 0.182 | 0.155
24 0.425 | 0.343 | 0.287 | 0.235 | 0.230 | 0.191 | 0.197 | 0.166 | 0.176 | 0.149
25 0.413 | 0.334 | 0.278 | 0.228 | 0.222 | 0.185 | 0.190 | 0.160 | 0.170 | 0.144
26 0.402 | 0.325 | 0.270 | 0.221 | 0.215 | 0.179 | 0.184 | 0.155 | 0.164 | 0.140
27 0.391 | 0.316 | 0.262 | 0.215 | 0.209 | 0.173 | 0.179 | 0.150 | 0.159 | 0.135
28 0.382 | 0.308 | 0.255 | 0.209 | 0.202 | 0.168 | 0.173 | 0.146 | 0.154 | 0.131
29 0.372 | 0.300 | 0.248 | 0.203 | 0.196 | 0.164 | 0.168 | 0.142 | 0.150 | 0.127
30 0.363 | 0.293 | 0.241 | 0.198 | 0.191 | 0.159 | 0.164 | 0.138 | 0.145 | 0.124
31 0.355 | 0.286 | 0.235 | 0.193 | 0.186 | 0.155 | 0.159 | 0.134 | 0.141 | 0.120
32 0.347 | 0.280 | 0.229 | 0.188 | 0.181 | 0.151 | 0.155 | 0.131 | 0.138 | 0.117
33 0.339 | 0.273 | 0.224 | 0.184 | 0.177 | 0.147 | 0.151 | 0.127 | 0.134 | 0.114
34 0.332 | 0.267 | 0.218 | 0.179 | 0.172 | 0.144 | 0.147 | 0.124 | 0.131 | o0.111
35 0.325 | 0.262 | 0.213 | 0.175 | 0.168 | 0.140 | 0.144 | 0.121 | 0.127 | 0.108
36 0.318 | 0.256 | 0.208 | 0.172 | 0.165 | 0.137 | 0.140 | 0.119 | 0.124 | 0.106
37 0.312 | 0.251 | 0.204 | 0.168 | 0.161 | 0.134 | 0.137 | 0.116 | 0.121 | 0.103
38 0.306 | 0.246 | 0.200 | 0.164 | 0.157 | 0.131 | 0.134 | 0.113 | 0.119 | o0.101
39 0.300 | 0.242 | 0.196 | 0.161 | 0.154 | 0.129 | 0.131 | 0.111 | 0.116 | 0.099
40 0.294 | 0.237 | 0.192 | 0.158 | 0.151 | 0.126 | 0.128 | 0.108 | 0.114 | 0.097
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e £5H5 LREFEERIE

®4 FREENBRFRER(P=99%)

S
S
1 2 3 4 5 6 7 8 9 10 11 12 13 14 15

1 1405249995 403|5625|5764|5 859(5 9285 981|6 023|6 056|6 0836 106|6 126|6 143 |6 157
2 198.50199.0199.2199.3]99.3]99.3[99.4199.4(99.4/99.4]99.4{99.4]99.4/99.4|99.4
3 134.1/30.8[29.4|28.7128.2127.9|27.7127.5|27.3(27.2127.1|27.1127.0/26.91 26.9
4 121.2|18.0{16.7|16.0|15.5|15.2|15.0| 14.8 | 14.7 | 14.5 | 14.5 | 14.4 | 14.3 | 14.2 | 14.2
5 [16.313.312.1|11.4]11.0|10.7]10.5|10.3|10.2|10.1|9.96]9.89]9.82|9.77]9.72
6 | 13.7]110.919.78[9.15|8.75|8.47(8.26|8.10|7.98|7.87|7.79|7.72]7.66|7.60|7.56
7 112.2]9.55(8.45|7.85|7.46|7.19(6.99|6.84|6.72|6.62|6.54|6.47|6.41|6.36| 6.31
8 | 11.3]8.65]7.59|7.01|6.63|6.37(6.18]6.03|5.91|5.81|5.73|5.67|5.61|5.56]|5.52
9 110.6(8.02]6.99|6.42|6.06|5.80(5.61]5.47|5.35|5.26(5.18|5.11]5.05|5.01 | 4.96
10 [ 10.0 | 7.56 | 6.55 | 5.99 | 5.64 |5.39|5.20(5.06|4.94 |4.85|4.77 | 4.71|4.65|4.60 | 4.56
11 19.64|7.20(6.21|5.67|5.31|5.07 |4.88(4.74|4.63|4.54|4.46|4.39|4.34]4.29 ] 4.25
12 19.3316.93|5.95|5.41[5.06|4.82|4.64|4.50|4.39]4.30|4.22|4.16|4.10]4.05| 4.01
1319.07]6.705.7415.21|4.86|4.62|4.44|4.30|4.19|4.10|4.02{3.963.90|3.86| 3.82
14 | 8.86 | 6.51|5.56|5.04|4.69|4.46 | 4.28|4.14]4.03]3.94|3.86|3.80|3.75]3.70] 3.66
15| 8.6816.36|5.42|4.89|4.56|4.32|4.14|4.00]3.89|3.80]3.73|3.67|3.61|3.56]|3.52
16 | 8.53 |6.2315.29 |4.77]4.44|4.20|4.03[3.89|3.78(3.69|3.62]|3.55]3.50]3.45] 3.41
17 1 8.40 | 6.11 | 5.18 | 4.67 | 4.34 | 4.10 | 3.93|3.79]3.68]3.59|3.52|3.46|3.40]3.35] 3.31
18 18.2916.01|5.09|4.58|4.25]4.01 |3.84(3.71]3.60|3.5113.43|3.37|3.323.27| 3.23
19 [ 8.18 15.93|5.01|4.504.17 | 3.94 |3.77{3.63|3.52]3.43|3.36|3.30|3.24]3.19] 3.15
20 8.10(5.85[4.94|4.43|4.10|3.87|3.70|3.56|3.46|3.37(3.29(3.23]3.18|3.13| 3.09
2118.02(5.78|4.87 4.37]4.04]3.81|3.64|3.51|3.40|3.31(3.24|3.17]3.12|3.07 | 3.03
2217.95(5.7214.82[4.31]3.99|3.76{3.59|3.45|3.35|3.26(3.18(3.12]3.07|3.02| 2.98
23 |7.88(5.66|4.76|4.26]3.94|3.71{3.54|3.41|3.30|3.21|3.14{3.07]3.02|2.97| 2.93
241 7.82(5.614.72(4.22]3.90|3.67|3.50|3.36|3.26|3.17(3.09(3.03]2.98|2.93| 2.89
25 | 7.77 1 5.57 | 4.68 | 4.18]3.85|3.63|3.46|3.32|3.22|3.13(3.06(2.99]2.94|2.89| 2.85
26 [ 7.7215.53 | 4.64 |4.14]3.82|3.59|3.42(3.29|3.18(3.09|3.02|2.9612.90]|2.86| 2.81
2717.68(5.49 | 4.60 | 4.11]3.78|3.56{3.39(3.26|3.15|3.06/(2.99|2.93]2.87|2.82|2.78
28 | 7.64 | 5.45 | 4.57 [ 4.07|3.75|3.53|3.36|3.23|3.12|3.03|2.96|2.90|2.84|2.79|2.75
297.60(5.42|4.544.04]3.73|3.50{3.33[3.20|3.09|3.00/2.93|2.87|2.81|2.77|2.73
30| 7.56(5.39]4.51[4.02|3.70|3.47{3.30|3.17|3.07 |2.98(2.91|2.84]2.79|2.74|2.70
40 | 7.31(5.18 | 4.31 3.83]3.561|3.29(3.12[2.99|2.89|2.80|2.73|2.66]2.61|2.56| 2.52
50 | 7.17 15.06 | 4.20|3.72]3.41(3.19(3.02|2.89|2.78|2.70|2.62|2.56|2.51|2.46 | 2.42
60 | 7.07 | 4.98 | 4.13 | 3.65|3.34|3.12]2.95|2.82|2.72]2.63|2.56|2.50|2.442.39] 2.35
70 17.0114.9214.07|3.60(3.29]3.07[2.91|2.78|2.67|2.59]2.51|2.45|2.40]2.35] 2.31
80 | 6.96 | 4.88|4.04 |3.56|3.25|3.04|2.87(2.74|2.64|2.55|2.48|2.42]2.36|2.31] 2.27
90 | 6.92 | 4.85|4.01|3.53|3.23|3.01|2.84|2.72|2.61]2.52|2.45]2.39(2.33(2.29] 2.24
1001 6.89 | 4.82{3.98|3.51|3.21|2.99|2.82|2.69]2.59|2.50|2.43|2.37|2.31]2.27] 2.22
2000 6.75 | 4.71 | 3.88|3.41|3.11|2.89|2.73|2.60|2.502.41|2.34|2.27(2.22|2.17| 2.13
5001 6.69 | 4.65|3.82|3.36(3.05]2.84|2.68|2.55/|2.44|2.362.29(2.22|2.17|2.12] 2.07
[i] 6.63 | 4.61(3.7813.32(3.02]2.80|2.64]2.51|2.41|2.32|2.25|2.18|2.13|2.08]2.04
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TRFEENLE o

45
fi

f
16 17 18 19 20 30 40 50 60 70 80 100 200 500 [:]
1 [6169]6 1826 192|6 201|6 2096 261|6 287|6 303|6 313|6 3206 326|6 335|6 350|6 361|6 366
2 199.4199.4199.4199.4199.5]199.5199.5[199.5]99.5(199.5]99.5[99.5[99.3]99.5] 99.5
3 126.8(26.8|26.8(26.7]26.7|26.5|26.4|26.41]26.3]26.3|26.3|26.2|26.2]|26.1] 26.1
4 | 14.2(14.1|14.1]14.0]14.0|13.8|13.7(13.7]13.7|13.6|13.6[13.6|13.5|13.5| 13.5
5 19.68]9.6419.6119.58]19.55(9.3819.2919.2419.201]19.18]9.1619.13|9.081]9.041 9.02
6 | 7.52|7.48 | 7.4517.4217.40|7.23|7.14|7.09]7.06]7.03|7.01|6.99|6.93]6.90] 6.88
7 16.28]6.2416.2116.18]6.16(5.99|5.91|5.86]5.82]5.80(5.78|5.75|5.70]5.67 ] 5.65
8 | 5.48 | 5.4415.41(5.38(5.36|5.20(5.12(15.07(5.03(5.01|4.991]4.961]4.91]|4.88] 4.86
9 14.9214.89|4.86|4.83|4.81|4.65|4.57|4.52|4.48 |4.46|4.44|4.41|4.36|4.33] 4.31
10 [ 4.52 1 4.49 | 4.46 | 4.43 | 4.41 | 4.25|4.17|4.12|4.08|4.061|4.04|4.01|3.9613.93] 3.91
11 [ 4.21(4.18 |4.15|4.12|14.10(3.94|3.86|3.81|3.77(3.75]3.73|3.70|3.65|3.62] 3.60
12 1 3.97 1 3.94(3.91|3.88|3.86[3.70|3.62|3.57|3.54|3.511]3.49|3.47|3.413.38] 3.36
13 13.7813.74(3.7213.69|3.661]3.51(3.42|3.37|3.34|3.32]13.30(3.27|3.22|3.19| 3.17
14 | 3.62(3.59(3.56|3.53|3.51(3.35(3.27(3.22|3.18|3.16]3.14|3.11|3.06|3.03] 3.00
1513.491(3.45|3.42|3.40|3.3713.21]3.13]3.08|3.05|3.02]3.00]2.98]2.92|2.89]| 2.87
16 | 3.37|13.34]3.31(3.28(3.26|3.10(3.02]2.97(2.93]|2.91(2.89]2.86|2.81|2.78| 2.75
17 1 3.27(3.2413.2113.19]3.16(3.00|2.92|2.8712.83]2.81|2.79|2.76|2.71]2.68] 2.65
18 13.19(13.16|3.13|3.10|3.0812.92|2.84|2.78|2.75|2.7212.70|2.68|2.62|2.59/| 2.57
19 [ 3.12(3.08|3.05|3.03|3.00(2.84(2.76|2.71|2.67|2.65]2.63|2.60/|2.55|2.51] 2.49
20 13.0513.0212.99(2.96|2.94|2.7812.69]2.64|2.61|2.58|2.561]2.541]2.48]|2.44| 2.42
2112.99(12.96|2.9312.90|2.88(2.72|2.64|2.58]2.55]2.52|2.502.48|2.42|2.38] 2.36
2212.9412.91|12.88]2.85]2.83|2.67|2.58|2.53]12.502.47|2.45(2.422.36|2.33]| 2.31
2312.89(2.86|2.83]12.80[2.78(2.62|2.54|2.4812.451]2.42|2.40(2.37(2.32|2.28] 2.26
24 1 2.85(2.82|2.7912.76|2.74(2.58|2.49|2.4412.401]2.38|2.36(2.33(2.27|2.24] 2.21
25 12.81(2.782.7512.7212.70|2.54|2.45|2.40]2.36(2.34|2.32(2.29(2.23|2.19]| 2.17
26 | 2.7812.75|12.7212.69]2.66|2.50|2.42|2.361]2.33]2.30|2.28(2.25(2.19|2.16] 2.13
201 12.7512.71 1 2.68 | 2.66|2.63|2.4712.38(12.33(2.29|2.272.2512.22]2.16]|2.12]| 2.10
28 12.7212.6812.65|2.63|2.60|2.4412.35]12.30(2.26(2.24|2.2212.191]2.13]2.09]| 2.06
29 12.69(2.66|2.63]2.60|2.57(2.41|2.33(2.2712.23]2.21|2.19(2.16|2.10|2.06] 2.03
30 12.66|2.6312.60|2.57|2.5512.3912.30]2.25|2.21|2.18|2.16(2.13]2.07|2.03]| 2.01
40 | 2.48 | 2.45|12.4212.3912.37(2.20|2.11|2.06]2.02]1.99|1.97(1.94|1.87|1.85]| 1.80
50 [ 2.3812.35(2.322.2912.2712.10]2.01]1.95|1.91|1.88]1.86|1.82|1.76|1.71] 1.68
60 | 2.31(2.28|12.2512.2212.20(2.03|1.94|1.88]1.84(1.81|1.78|1.75|1.68|1.63]| 1.60
70 1 2.2712.2312.2012.182.15(1.98|1.89|1.83]1.781.75|1.73|1.70|1.62|1.57| 1.54
80 12.2312.2012.17(2.14(2.1211.94]1.85]1.79|1.75]1.711.69]1.65]1.58|1.53]| 1.49
90 | 2.21(2.17|12.1412.11]12.09(1.92|1.82|1.761.72]1.68|1.66|1.62|1.55|1.50] 1.46
100} 2.1912.15(12.1212.09(2.07]1.89|1.80|1.74(1.69]1.66|1.63|1.60|1.521|1.47 | 1.43
20012.0912.061(2.03(2.00(1.9711.7911.69]1.63|1.58|1.55|1.52]1.48]1.39|1.33]| 1.28
5001 2.04(2.00|1.97(1.94(1.92|1.74|1.63|1.56|1.52]1.48|1.45|1.41|1.31|1.23]| 1.16
[i] 2.00(11.9711.93]11.90]1.88|1.70|1.59|1.52]1.47]1.43|1.40|1.36|1.25]1.15] 1.00
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18 0.514 0.594
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24 0. 451 0.526
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28 0. 423 0.495
29 0. 417 0. 489
30 0.412 0.483
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34 0.393 0.462
35 0. 388 0.458
36 0. 384 0.454
37 0. 381 0. 450
38 0.377 0.446
39 0. 374 0.442
40 0.371 0.438
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et Bl -

SCHy PN s, =4 5,37, f1 =34

SIEE . s, =+ 13.97, f,=7

s; =4 5.37 r=15 sg==+ 7.78 R=22
Bartlett #3% : PB=3. 16<C15.51(95% ; f=8)
N PE=6.76>>3.21(99%; f1 =73 f, =34)
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No 667.

[4] GOTTSCHALK G. ., KAISER K. E.. Einfiihrung in die Varianzanalyse und Ringversuche, Bl
Hoschultaschenbiicher,Band 775,1976.
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21 22.7 31.9 34.0
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23 21.2 29.7 31.8
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17 | 4.45 | 3.59 | 3.20 | 2.96 | 2.81 | 2.70 | 2.61 | 2.55 | 2.49 | 2.45 | 17
18 | 4.41 | 3.55 | 3.16 | 2.93 | 2.77 | 2.66 | 2.58 | 2.51 | 2.46 | 2.41 | 18
19 | 4.38 | 3.52 | 3.13 | 2.90 | 2.74 | 2.63 | 2.54 | 2.48 | 2.42 | 2.38 | 19
20 | 4.35 | 3.49 | 3.10 | 2.87 | 2.71 | 2.60 | 2.51 | 2.45 | 2.39 | 2.35 | 20
21 | 4.32 | 3.47 | 3.07 | 2.84 | 2.68 | 2.57 | 2.49 | 2.42 | 2.37 | 2.32 | 21
22 | 4.30 | 3.44 | 3.05 | 2.82 | 2.66 | 2.55 | 2.46 | 2.40 | 2.34 | 2.30 | 22
23 | 4.28 | 3.42 | 3.03 | 2.80 | 2.64 | 2.53 | 2.44 | 2.37 | 2.32 | 2.27 | 23
24 | 4.26 | 3.40 | 3.01 | 2.78 | 2.62 | 2.51 | 2.42 | 2.36 | 2.30 | 2.25 | 24
25 | 4.24 | 3.39 | 2,99 | 2.76 | 2.60 | 2.49 | 2.40 | 2.34 | 2.28 | 2.24 | 25
26 | 4.23 | 3.37 | 2.98 | 2.74 | 2.59 | 2.47 | 2.39 | 2.32 | 2.27 | 2.22 | 26
27 | 4.21 | 3.35 | 2.96 | 2.73 | 2.57 | 2.46 | 2.37 | 2.31 | 2.25 | 2.20 | 27
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DI HEFN L AT S

= A 18D
v U1
1 2 3 4 5 6 7 8 9 10
Uy U2
28 4.20 3. 34 2.95 2.71 2.56 2. 45 36 2.29 2.24 2.19 28
29 4.18 .33 2.93 2.70 2.55 2.43 .35 2.28 2.22 2.18 29
30 4.17 .32 2.92 2.69 2.53 2.42 .33 2.27 2.21 2.16 30
40 4.08 .23 2.84 2.61 2.45 2.34 .25 2.18 2.12 2.08 40
60 4. 00 15 2.76 2.53 2.37 2.25 .17 2.10 2.04 1.99 60
120 3.92 3.07 2.68 2.45 2.29 2.17 .09 2.02 1. 96 1.91 120
o 3. 84 .00 2. 60 2.37 2.21 2. 10 .01 1. 94 1. 88 1. 83 o
U2 U2
1 2 3 4 5 6 7 8 9 10
U1 Uy
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55 KHETHRERIE
it =% B
STUDENT 4

ARG T 1 5P Mo BKER,

K B.1 STUDENT ;AN

o1 0.55 | 0.60 | 0.65]0.70 | 0.75|0.80] 0.85] 0.90 | 0.95 [0.975[0.990|0.995|0.9995 P
v v
1 0.158(0.325(0.510{0.727|1.000|1.376|1.963(3.078|6.314|12.70631. 821|63. 657|636.619| 1
2 0.14210.289(0.445|0.617|0.816{1.061|1.386|1.886|2.920(4.303|6.965|9.925|31.598 | 2
3 0.137]0.277|0.424{0.584|0.765]0.978|1.250(1.638|2.353|3.182|4.541|5.841|12.929| 3
4 0.134]0.271(0.414{0.569|0.741]0.941|1.190(1.533|2.132|2.776|3.747|4.604| 8.610 | 4
5 0.132]0.267|0.408{0.559|0.727]0.920|1.156(1.476|2.015|2.571|3.365|4.032| 6.869 | 5
6 0.131]0.265(0.404|0.553|0.718{0.906|1.134|1.440|1.943|2.447|3.143|3.707| 5.959 | 6
7 0.130(0.263(0.402|0.549|0.711{0.896|1.119|1.415|1.895|2.365|2.998|3.499| 5.408 | 7
8 0.130]0.262{0.399{0.546|0.706]0.889|1.108(1.397|1.860|2.306|2.896(3.355| 5.041 | 8
9 0.129]0.261|0.398{0.543|0.703]0.883|1.100(1.383|1.833|2.262|2.821|3.250| 4.781 | 9
10 0.1291]0.260(0.397(0.542|0.700(0.879|1.093|1.372|1.812|2.228|2.764(3.169| 4.587 |10
11 0.12910.260(0.396|0.5400.697|0.876|1.088|1.363|1.796|2.201|2.718|3.106| 4.437 |11
12 0.128(0.259(0.39510.539/0.695{0.873]1.083|1.356|1.782(2.179|2.681|3.055| 4.318 |12
13 0.128(0.259(0.39410.538|0.694(0.870(1.079|1.350(1.771|2.160|2.650|3.012| 4.221 |13
14 0.128]0.258(0.393(0.537|0.692|0.868|1.076(1.345|1.761|2.145|2.624(2.977| 4.140 |14
15 0.128]0.258{0.393{0.536(0.691|0.866|1.074|1.341|1.753|2.131|2.602{2.947| 4.073 |15
16 0.1280.258]0.392|0.535]0.690|0.865|1.071|1.337|1.746|2.120(2.583|2.921| 4.015 |16
17 0.128(0.257(0.39210.5340.689(0.863|1.069|1.333|1.740(2.110|2.567|2.898| 3.965 |17
18 0.127]0.257(0.392{0.534|0.688[0.862|1.067|1.330|1.734|2.101|2.552|2.878| 3.922 |18
19 0.127]0.257{0.391{0.533|0.688[0.861|1.066{1.328|1.729|2.093|2.539(2.861| 3.883 |19
20 0.127]0.257{0.391{0.533|0.687|0.860|1.064|1.325|1.725|2.086|2.528|2.845| 3.850 |20
21 0.12710.257(0.391|0.5320.686(0.859|1.063|1.323|1.721|2.080|2.518|2.831| 3.819 |21
22 0.12710.256(0.39010.532|0.686(0.8581.061|1.321|1.717(2.074|2.508|2.819| 3.792 |22
23 0.127]0.256(0.390{0.532|0.685[0.858|1.060(1.319|1.714|2.069|2.500(2.807| 3.767 |23
24 0.127]0.256{0.390{0.531|0.685[0.857|1.059(1.318|1.711|2.064|2.492(2.797| 3.745 |24
25 0.127]0.256(0.390{0.531|0.684|0.856|1.058|1.316|1.708|2.060|2.485(2.787| 3.725 |25
26 0.12710.256(0.390|0.531|0.884|0.856[1.058|1.315|1.706|2.056|2.479|2.779| 3.707 |26
27 0.12710.256(0.38910.531|0.684(0.855[1.057|1.314|1.703(2.052|2.473|2.771| 3.690 |27
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AP IEENLAIES S

% B. 1(£0)

7.5.1.1. P
0.55 ] 0.60 | 0.65|0.70 | 0.75 | 0.80 | 0.85 | 0.90 | 0.95 |0.975]0.990 0. 995 | 0. 9995

28 0.127]0.256(0.389]0.530(0.683[0.855|1.0566(1.313|1.701|2.048|2.467|2.763| 3.674 |28

29 0.127]0.256(0.389]0.530(0.683]0.854|1.0565(1.311|1.699|2.045|2.462|2.756| 3.659 |29

30 0.127]0.256(0.389]0.530(0.683|0.854|1.055(1.310|1.697|2.042|2.457|2.750| 3.646 |30

40 0.126(0.255(0.388|0.529]0.681{0.851|1.050|1.303|1.684|2.021|2.423|2.704| 3.551 |40

60 0.126]0.254|0.387]0.527]0.679]0.848|1.046(1.296|1.671|2.000|2.390{2.660| 3.460 |60

120 [0.126]0.254]0.386|0.526|0.677(0.845[1.041|1.289|1.658|1.980|2.358|2.617| 3.373 |120

o 0.126]0.253(0.385]0.524]0.674]0.842|1.036(1.282|1.645|1.960|2.326|2.576| 3.291 |oo

0.55]0.60 | 0.65|0.70]0.75]0.80 | 0.85|0.90 | 0.95]0.975]0.990|0.995|0.9995

[17 OIV,2001-Recueil des methods internationales d’analyse des vins and des mouts; OIV Ed. , Paris.

[2] OIV, 2002-Recommandations harmonisées pour lecontrole interne de qualité dans les laboratoires
d’analyse; OIV resolution ceno 19/2002. , Paris.

[3] Standard 1SO 5725 :1994-Exactitude (justesse and fidélité) des results and methods de mesure, classifica-
tion index X 06-041-1.

[4] TUPAC, 2002-Harmonized guidelines for single-laboratory validation of analysis methods; Pure Appl.
Chem. , Vol. 74;n°5, pp. 835-855.

[5] Standard ISO 11095:1996-Etalonnage linéaire utilisant des materials de référence, reference number 1SO
11095:1996.

[6] Standard ISO 21748 2004-Lignes directrices relatives a l'utilisation d’estimation de la répétabilité, de la
reproductibilité and de la justesse dans I'évaluation de I'incertitude de mesure, reference number ISO 1SO/
TS 21748.:2004

[7] Standard AFNOR V03-110: 1998-Procédure de validation intralaboratory d’une method alternative par
rapport aune method de référence, classification index V03-110.

[8] Standard AFNOR V03-115:1996-Guide pour I'utilisation des materials de référence, classification index
V03-115.

[9] Standard AFNOR X 07 —001:1994-Vocabulaire international des termes fondamentaux and généraux de
meétrologie, classification index X07 —001.

[10] Standard AFNOR ENV 13005:1999-Guide pour I’expression de l'incertitude de mesure.

[11] AFNOR,2003,-Métrologie dans 'entreprise,outil de la qualité 2™ édition, AFNOR 2003 edition.

[12] EURACHEM, 2000.-Quantifying Uncertainty in Analytical Measurement, EURACHEM second

edition 2000.
[13] CITAC/EURACHEM, 2000-Guide pour la qualité en chimie analytique, EURACHEM 2002 edition.

[14 ] Bouvier J. C., 2002-Calcul de [Iincertitude de mesure-Guide pratique pour les laboratoires
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d’analysenologique . Revue FranCaise d’cenologie no. 197, Nov—Dec 2002,pp:16—21.
[15] Snakkers G. and Cantagrel R. ,2004 — Utilisation des données des circuits de comparaison interlabora-

toires pour apprécier I'exactitude des results d’un laboratoire Estimation d’une incertitude de mesure-Bull
OIV.Vol. 77 857—876 . Jan-Feb 2004 . pp: 48-83.

[16] Perruchet C. and Priel M,2000-Estimer I'incertitude, AFNOR Editions.
[17] Neuilly(M. ) and CETAMA., 1993 — Modélisation and estimation des errors de mesures, Lavoisier Ed,

Paris.
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JEFR (0. 45 pm) et Uk,
LB AR T 24 R HC ] A TS AT R AL
2.5 FEHEBEES W25 mg/Lim/V),
fE 100 mL R R HINA 25 mg ORf B FR ) F2 H R (G H, O ), B B (2. 2) 5 45 5]
ZIPE . JE R (2. 2) 8 LR WOR B 10 A o fie i AR 8 4% (0. 45 pm) i
N P A5 0 R B 7% 22 A € 0 v 88 S O A KA TP DR AT IR A 2~3 D
(BRI ENTZS% )

3 &#E

3.1 {usE
3.1.1 EROEAH AR RS A
a) LR BRHERE 5 pL 8 10 pl,
b) 43 't BE G I 45 A i 4 Ry 280 nm,
o) T\ ke ARG R IR €% A (b Ul Bondapak Cis-Corasil, Waters Ass. ),
d) I s g 0 SR B L anoa T L B AR A
WA 1.5 mL/min(PLiE2%) ,
3.1.2 WEEES: . fLAE 0. 45 pm,
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N

BRI
FE RV A A A T v R TR OB A Mk B T g/ keg CROBE ) R KR .
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R BRAE 0.076% vol.
R IR{E/ % 10. 6%

8.5 tHiBR(LOD)FMEEMR(LOQ)

RSS9 LOD F1LOQ W'
LOD=0.01%vol. LOQ=0.05%vol.

St PR 28 o 43 T — 1 ASV 2R 0. 050 vol. BRI VTS Y
8.6 AWWEE
AR B s o Al 22 T S4B A A A 2 BE S 0. 10 %6 vol.

814 77 3£ OIV-MA-F1-03



BRI ENEEE S
i ik OIV-MA-F1-04 FHigmy

AT e ) T AR

(Oeno 419A-2011)

1 R

AP TR SRR € T R G U e RO P o 5 Ak ) e A 0E AT 20 5 7 AT Dl A AT A I
X E A [ ARE 0 3 2 T 4 0 ) S i ) 9 A O BE A H R RO A B
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2.3 JiERE,
2.4 WA CHE-IKIR G 80 ¢ 20 ARFR L HIHT T 0. 45 pm B BEHEAT ik U8 5 31 S AH (1)
HWAUNES %
L B AR FH I 28 0 A B
2.5 FRUEVEW 1.2 g/ L REBEKEW . FHRTH 0. 45 pm BEREPEAT I BB L AR TR TR AV
E2% .
3 4=
3.1 BREHBE, BEE81E:
a) 10 uL R UES %)
b) K « 22 T AN S T W AT AL
©) ik WA REAE K 25 em, WA 4 mm(UES %) ;
A SE T ] [ 2 A AR R (UES %)
e) PRI AR IR AR FEAE 30°C 5
IDINTRb 1 SV I S IR0 o
Q) AT AE 1 mL/min({UES%)
3.2 FEiLIE(0.45 um)i&&

4 eI IE

4.1 HEHE
VEWERE S B 4090 Gn/V)) 10 8 180 vk 4 40 T R D0 R R R IR S ED) L ) R
0.45 m RS HEFT 8

75 i% OIV-MA-F1-04 815
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fy WoE (BBREIET) BARKNAZE

4.2 ‘g

816

R TEA 10 pL ARUEF RN 4. 1 45 5 il & 1 BE 5 .

Ev IR =R Bk - X (N

0 SR 3

TR i (0% A P AR B3 B 8] 29 8 10 min,

T ARE SR BRI A AE 2 2%, o ml DL AR E il 2 00 A7 (o i A 0
&

DA UK A 1 7 A (B R R A 75

P c PEIZHR B 40 % G/ V) 208 vk 46 45 %6 1w RE B A0 vk B, 3007l g/ L.
BT o 2R e A A T P R TR R (g/ke) hy 2.5 X e,
HERHIERIE

REREVR BE LA g/ kg R B AR B /NES R 1 B
7RI

FEVEBR ()

r=1.1 g/kg #i% it
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i1 O1V-MA-F1-05 SR Y
= 7
(Oeno 419A-2011)
1T EX

80 e 0 T 9 R 0 T4 B S E 2 pHL 7 PV B O E SR
G AR

2 FHiEREE
SR FH R AL A B IR LA I 22 AR ) 0 PR v T

3 R F

3.1 bW

3.1.1 pH7.0
B — &8 (KH, PO 107.3 g
1 mol/L & & LA (NaOH) %5 500 mL
K= 1 000 mL

3.1.2 pH4.0

2 R AU (G H KOO JE IR 0. 05 mol/L.20 °C R AR & 10. 211 g 28— I RRAU40 .
T AT ST AR TR AY 75 b 2% b v

Bidn .78 25°CF ,pH1. 679+0.01

1 25°CF,pH4. 005 &= 0.01

1 25°CF pH7.000 + 0.01

3.2 0.1 M & HAALH (NaOH) ¥ W .
3.3 4 g/L B W B AE 48 R A

WRE B 2= (Cy Hy Br, O5S) 4g

96 % (V/V) rh: 2, 1% 200 mL

WREIFIMA

AE CO, MK 200 mL

SRR 1 mol/L & A AL AR Wl B 0 A8 e 2 . (pH 7). K%y 7.5 mL

ik &= 1 000 mL
4 U=F

4.1 BA pH 4r R s AL T F LK

PEIR « I3 H AR S AR AE A ZE A K i o R /i R A B R A A DR A A AR R A R
W, FeR R G WA, N IZ A ZR IR KT,
4.2 100 mL #EIEH# .

7 i% OIV-MA-F1-05 817



Fo6EWH WESE (BBREBAET) FHRELN X
5 SIgitiE

5.1 HRmEE
HER PR &L 200 g BYRG IR 4R A5 49 71 . K 500 mL BZIFEL 485,
5.2 HBAIHE
5.2.1 HFAEF
S A0 T G A 2 AR i 1
5.2.2 pHiItRIE
pH 12454 20°C F STCHE By B 1D AR UL bR fE 22 vh Vs MRS HE . FT e 8619 pH L A7
AT AT RBAL S VE I . a0 pH PR TER HEARAR A pHL R4 W] {8 5 40 45 1 B2 L Y
pH A/ ST A5 1R A9 22 v 217 50 00E .
5.2.3 MEAHE
TEHETENE T A 50 mL # 5. 1 ERIORE S .
A 10 mL ZE48K, & A 0.1 mol/L & MIFE W ER pH="7(20 C), HFHE
PR W B2 N S A AL . A S E LA W R BLE SR nomL,
53 EERNERBEEEMEGTETAE
5.3.1 #MI%MRX . LAEBNHE
TEHETE A 25 mL ki (92808 K 1 mL BB 5B % R M 50 mL RE L IR .
BA 1 mol/ L iy & 8 Ak B i W 1 31 0 60 A8 Bl 2 £
SRIGIIA 5 mL pH 28 7 B2 vh S o
5.3.2 ik
FEHEFEI A 30 mL &3t AOZE MK 1 ml PR S 15 IR 50 mL 5. 1 P il 45 f B
VAT o
JTA 1 mol/ L &5 b 7 VB 3 2500 R0 19035 e 000 3 8 P e 2 B e — o
A 0.1 mol/L & AL AR FIL SR 7 mL,

6 HERRT

TR I

— AR DL 2 Y ke R TR AR A A T R W A=5Xn
— AR Y ke” B R RN W A= (500X n) /P
Horp, PRy W B 1 B B VR B L 0RO .

g5 RGNS S — 1 .

7 TEFHE

FAENVER 7=0. 4 meq/kg SRR
LR R=2. 4 meq/kg B

818 77 3£ OIV-MA-F1-05



PH &®
i1 O1V-MA-F1-06 SR Y

pH
(Oeno 419A-2011)

1 JRIE

MR BT e P A Rl 2 B R 3 22 . Hoh — A A B s O U pHL Y R
B0 5 — A il B A B [ A g AR O S HE R

2 EFH

2.1 ZHBRE
2.1.1 W ARRES R 20°C N R H A 2 5.7 g AR AR (C H KO .
(FWCHE 200 mL fiInA 0.1 g & Bl KR AH O
pH B
20°CHf 2 3.57;
25°CH}H 3.56;
30°C Ak 3. 55,
2.1.2 SRR WIS 0. 05 mol/L,20°C NI W T & A 10. 211 g 45K —H R A
B (CsHs KO U K BBIRAE I D .
pH R
15°CHF 4 3. 999;
20°C Hif 7 4. 003
25°CHf 2y 4. 008
30°CH} K 4.015,
2.1.3 FHLTFYRNER:
e A8 . KH, PO, 3.402 g
B A — 80 K, HPO, 4.354 g
kAR EZE 1000 mLGRKBEEIEH D) .
pH R -
15°CH 4 6. 905
20°C B} K 6. 88;
25°CH}H 6. 86
30°CHfH 6. 85,
Y < T P STCTR i 803 ) b 150 g 1 28 o 7
. 25°CHF pH 1. 67940.01;
25°CH} pH 2k 4.00540. 013
25°CHf pH 4 7.000£0. 01,

B

7 i% OIV-MA-F1-06 819
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BEE (BBREFET) FHRENF X

3 &%
3.1 WIEsAAE#E] 0. 01 Bafiny pH it
3.2 Htk:

3.2.1 BEEEEM.
3.2.2 HR-MAEH S L.
3.2.3 Al FHA AR,

4 SR

41 HTHERNESR

V5 ZR R U A A A T R K R 2 OV B R 2500 0,500 Gn/m) (25 ° BEBE)

F p 2678 16 Z2 08 v 46 4540 T b BT AR 00 20 1 Gm/m)  FRBL 2 500/ P 7848 Wk 46 4
A, /K 100 g,

T B FH K B L R b AR T 2 S/ em,
4.2 LEMRAE

T VRN i 22 TS 5 AR SRS A U AT T R
4.3 pHItHIR#

pH I 27 20°C F STCEBR B HD AR R 0 2 vh 3 W AT RS o . AL IE S A9 pH w42
WER AT pH YL R0 pH AR IE 5 BN BE I 2 R 81K pH . 75 22005 FH 4F
A R 27 il B H pH B2 30 4 2 7 1 AR VA WA TR O
4.4 PE

W F A IS A I R S v B R B R K AE 20°C ~25°C Z [R), RAT RE S 20°C

B pH fH.

BEANFE AL 2D AT I EE IR .

I S 1) 485 S BBCPR V) S 11 o7 4L

5 HRHRIE
VR BE K 25 % Gm/m) (25 © WEEE) ZRAB MR A7 45 45 710 pH A% B8 /NECS S P 067
6 JFik4sH

HAEPER r=0.07
FHHMPER R=0.07

820 77 3£ OIV-MA-F1-06
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i1 O1V-MA-F1-07 SR Y

2

N N NN

.2

N

| ®m
(Oeno 419 B-2011)

E X
2 R i A AR DA R AR A 7 - HL SO, A HSO;
HIRES pHEH T, & i B P 5 S F .
H,SO,—=H" +HSO;
H, SO, {3 5> 7 & 1 — S ki .
TR B R IE R AT A AR R AR R B BRI S A,

1 1
AR AT S e T 2P R 11 A T R 4 A A T R T IR (29 100°0) TR BRI
R
1 85 VOMERR UK E N (oo =1.71 g/mL)

2 HEAEEW 9.1 ¢ HO, /L,
3 FERGH

H et 100 mg
H L 50 mg
50 Y% (V/V) il 100 mL
4 FEALYNT W (NaOH) ,0. 01 mol/L,

E=

ST A AR e AR T P R v B AR T Y
Q

7 i% OIV-MA-F1-07 821
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okt

BE1RSERL mm S B, 2 RV B 2 19 DO A 6] .0 8 1 AR 43 3 R 45 mm, 34 mm, 27 FlI
10 mm,

WML S B R E K& — DR 1 em 0y 5 Bk, Hx KKFBE EA
20 B4R 0.2 mm L. B0 3 R R i AT DL B AR AR 2 30/ N SO I R 45 B B AR
AT AR IE T A0RH FIRAH (8] Y R 4422 fih

T AR SR B R 2R 40 L/h, on BT 2 o 1 BRI K K ™ A4 i e
B2 20 em~30 em ZKAE . B TR IE A 09 B2 B A UE SO R AR AR SR R R — A B
A EWER R,
2.2.2 WEHES.

3 TR

3.1 XTSRS A AT HIAE 5. 1 4 B RR B HLAE A A R B R A A B Y 40 20 G/ VDI
W TEJATER I 250 mL BEHR A HPOINA 50 mL A BA WA 5 mL BEER (2. 1. 1) R4 B i % 2
FJeali g
3.2 TERWEERAMSBHIMA 2 mL~3 mL i & AL E W T 0. 01 mol /L & 48 Ak 84 Wi
o T8 A B IR % T 4 em~5 om (9 R T4 HE A bR IORs i A T A . A
BERUCAE B2 J8 B 1 b I 20RO — A A AR K29 30 mm B B4 1o XN 1B
b PR e AT A5 v i B Of 1 g Jo A R R BE I

REFUE B IF A2 A AD . 8 15 min NFTA R S AR #R 2 $ B R JF R
fEo 1 0.01 mol/L S AL W (2. 1. 4) i 2 L2 B BRIR

T 7 P A B AR ARIC O o mLL

4 tHE
PL“mg/kg BBEE” (50 mL(3. 1) Hfil 2 B8O R B B9 EAu i S m B A 0 .
(1600Xn)/P
Hod, P Ry B E i E 5 (n/m)
5 #RRR

TR SR mg/ kg BHERTER.

6 JTiEHEE

ARG
50 mL R EE <50 mg/L;r=1X250/P mg/kg Ml &
TR (R)

50 mL P AE <50 mg/L;R=9X250/P mg/kg il

822 77 3£ OIV-MA-F1-07
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Ji 1% OIV-MA-F1-08 SR Y

B E

(Oeno 419A-2011)

1 FHERE
ARG R A A AT AR R 25 26 Gn/m) (25 KB J5 - F 425 nm PR FIHA 1 em B FE
W
2 LB
2.1 MG 300 nm~700 nm {48403

2.2 OB 1 em BRSO .
2.3 FLEER 0.45 pm [UE AR .

3 SKWEE

3.1 HEmEH

A pH Z45 3.1 30145 10 25 % Gm/m) (25° 0 ) 19 78 45 1 7 W 1l AL
0. 45 o [ I8 R 33 I8 .
3.2 WAENE

FIAK 2 HVEW INTE 1 em BT B, 425 nm T 25 H &,

16 1 em (WY B L 7E 425 nm FIGE 3.1 3061 & (0 25 %0 Gm/m) (25° W ) 1Y 4 2
TR TG,

4 HRFRR
425 nm PN ISE B9 25 20 Gn/m) (25788 BE D 19 7 2 T 1 W% 18 ' B2 o7 4 78 A o2 /N B
ARG

r=0.01 AU25 &)

7 i% OIV-MA-F1-08 823
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Ji 1k OIV-MA-F1-09 g |

2B F

(Oeno 419B/2012)

1 JRIE

I URE o PSR R P BH B T ac el AR B . R it H B kA sci. B 7
10 3 VAL S VR TR R AR G AR i ) TR R Y 2 (EL R B A
2 fx=8
2.1 W 10 mm~11 mm, K2 300 mm (13585  F1HE 345 HLA0E A 0 HEK 2E
2.2 KEwaE] 0.1 BN pH 3T
2.3 itk
DR L RAT T AR IR K
— R/ AN S L A DR A TR S AL B
Al il A L RAT T AR IR K R

3 H

3.1 HAUSRTRME B F 38 WA g L 76 K H IR i i A K .
3.2 HEAWMEBEW.0.1 mol/L,

3.3 pHit4t.
3.4 MHEHIMK A 4K, 20°C TR T 2 pS/em L fil4n EN ISO 3696 11 44K,
4 SR

pH THLAUARYE OTV MA AS313-15 J5 i BRI TR UfE
4.1 HRNES

AR RBEE 40% Gn/V) B ZE IR M A0 B A5 TH IR . 17 200 g 2848 W 4 4 25 11 b ok &2
500 mL . $if #1345,
4.2 HZBREGETHRRE

7E 20 *CF A 0. 1 mol/L iy & A AL BA 7 W 2 100 mL Z8 1Mk 4 i 47 2 pH 3] 7. 28
1% T o0 P VS YR TR A R4S PR A W . T e mL AR THFERY 0. 1 mol/L NaOH ¥ AR,
4.3 BFLHENG&

¥ 10 mL BRI H BLES 738 W A (8 A BB 45 0 . FHZSROK sh vk B B8 45 66
pH AT 2 U W pH BB BT A TR M T 25 Bk
4.4 BHEFIZ#H

ff 100 mL (4. 1 FF i (49 2 00 vl 246 481 260 01 LABE R 1 0 00 ok 38 o e e . ORI TR =
Bedtn, 72 20 CF A 0. 1 mol/L &% Ak 89 0T 72 i R VY R B (A4 75 TR RO %2 pH oy

824 77 3£ OIV-MA-F1-09



BB T oo

7o G5 T AR R I [ I BE 2P, T ne FORTAERY 0. 1 mol/L NaOH ¥ AR .
5 #HRFik

PR 7 B me/kg M AWEVESAL G B NEEE 1107,
5.1 it&
ZEUR VR 4 A A T 0 SR B (mg/kg)
—A=2.5m
T VR S (mg/ kg 26 18 Ve 46 A 4 1)
E=2.5n,
— B F BE(mg/kg B .
[(n,—n)/(P)]X250
A, P oy BOER A 73 W BE Gm/m)
5.2 EEMIR
r=0.3

7 i% OIV-MA-F1-09 825
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Ji 1k OIV-MA-F1-10 SR

R FRECEEZNESRSE

( Oeno 419B/2012)

A1 5 FH B 5 A0 A A 2 e BB i e 4 4 TR MCR 7 40 e 40 1 2 ) B9 20
PR TR R T AR o AR AR I B AR S = A R A AT R g R A
R IE AN B LS

1 'L
==

e ST -4 VR A A o P TR %) IR A o 20 3 DR AR A T TR 2K S ) U] o 20 A
A AT

2 eHE

27 BRI T B OGS (ETAAS) A6 I 7% 183 vk 45 48 78 1 v 4 iy & i
WG R 10 pg/kg~200 pg/kg.

3 5l
1SO 3696 SrHr s K HUAS RIS Jy 2
4 JRIE

1E ETAAS Jrikv  BE i AR IE R 2 800°C (A S8 v, Fifi 25 A2 7y THIE . B i 3L R+
BEIT R AR RN 2LH . REBOTRTE ETAAS e il 1 & B8 5 HOR BEUIE L. K. 78
RZ B BUT o W T BRI B2 0 E L B 5 3

5 HASHEK

[ [ e RS S I LS N R F Wi B S EZ S YT S Wk A 17 T 1
5.1 EBE R4k aBHE 18 MQ » cm UL E 454 1SO 3696 Frifi.
5.2 607 LA b e R (3 20 D .
5.3  BEMR &% (NH, H,PO,),
5.4 FLARBHER 6% 0 NH, H. PO . #REL3 g NH, H, PO, F 50 mL 2 i, 56 2%
it I 2 ) oK 2
5.5 NKAMIREE (Mg(NO;), » 6H,0 ),
5.6 0.5 %0 BE Bl R B VA TR 8 LR AT
¥ 0.5 g fSMREEE T 100 mL 25 5 M b, i M J5 N 7K 28 20 J3 2 . % T ) 38 1) 32 T4 TR
Bk 15 d~20 d,
5.7 AIEMEAE AW (1 000 mg/L),
5.8 10 mg/L ¥k B HT B T WL

826 77 35 OIV-MA-F1-10



BREFREXIEEZINEDRE R oo

BHC 1 mL 8w (5. D5 10 mL 42 (5. 2) F 100 mL 5 &t . 2K (5. D EZ
k.
5.9 100 pg/L e BEMIATE FIAWE % 1 mL Y8 AW (5. 85 10 mL iR (5. IRA T
100 mL ZF i K (5. D BRI FEL,
5.10 W2 E=E HEEEE Triton X-100[1% (V/V) ],
5,11 Z5 PRI - 10 V02 .

RE&Z®&
R TE VR ) K IR TR B R D 5 MR TRV W . S 0 2 RO T T LA i
R PR R E

o BRI YR, RO 1 2 Y 2 1 3 R AT R PR 1

o 7 V5 VR P9 A I — M 38 ok 0 R 25 1 A IR . R A R A Y B RN A AT A v R AR Hh
TE M 2RISR A HE PR

HR A A AR B [F] 205 A AT RE AT DL o [ S AR DL 100 pg/ L W B — 2 5 1Y
VW BB O g/ L~100 pg/ L ¥ BE BYARMERS WL (B 4N .0 pg/1.10 pg/1.25 pg/1..50 pg/L Al
100 pg/L) o A AN 5 22 50 IE A ] R B 1 B v 945 o

T« 2R R A v R T 100 pg/ L BT ST /NI IURE &

6 X|/HEE

6.1 UMM 1 < IC A PR AT 55 25 (00 P T 36 R A Y P O R A A 0 BT SR R
B Bl I e e A B e e A R A S o H B I SO 1 AR o 2 gk 53
W R IE o /N AT 352 BOR IS Hy O S o 0 2R S5 R 5 ik B 5 i » S e 1 26 8 R0 I
KEIE o 2 T 48 = 40 W 00 15 e L 0 A B P VR S B 5

T LAZESAS 217.0 nm BEATEAORCIN . 3 — P K KU A9 R Bovk L 283.3 nm F i 2 £, H2 .

M 5 R T A8 AR A X A A 2 BN T AR IE R B

6.2 RERSHIE 0.1 mg KRS K,
6.3 AZarZIER &% :0.5 mL.1 mL.5 mL,
6.4 AZAKHEM.50 mL 1100 mL,

T SRR S ik 0 RS TR A 10 6 AR (5. 2) HiR it 12 h SR LB FK (5. D Z R ah ik T4,

7 EUEE

£ 50 mL AR A INA 10 ¢ ££5 CRE 2 0. 1 mg) .5 mL AR A 0.5 mL 2L — B
HEARIREL170(V/VO L, 4825 B TRERZE 50 mLAE2,

8 $I&

AR ASC A 7™ R A 6T B0 AR 2 ORI U8 1 vl B 5 % L DL AR A B FE 0 7 7 IR 5 AL R
ROR . i R RVRE A 7 RS HE R AR AT o ARG 2B ™ R A9 37 AR B 23 BT 0 50 3R AR i R B i
R AR 55 A 14 fie LR S B FL L DASRAS S BRAR A0 I R o O A R O & L T o AT R R O
I 2 b s AL B B N T R G F R . A SRR W IBE T

7 i% OIV-MA-F1-10 827



6 WOE (RBEBREFET) FHRRN T X

ER
YH BE s Sal YHE (A =R Y
o RE/ 5 1E 1 A / FHE GRHED / g SR/ -
C s °C/s) (L/min)
1 130 15 10 ik 0.2 &
2 350 5 25 kat 0.2 75
3 500 5 50 kat 0.2 N
4 750 10 100 a 0.2 7
5 1900 3 0 B 2 1k =
6 2500 3 0 ikl 0.2 7
7 100 10 0 kat 0.2 7

SR A A SRR A BB AU IR . A — i AR i R et 7R 35 A AR A
O 5 JRE A TP DA 2 TR 5. 11D s T I SRR AR A TR 2R T R i Y 0
vy (ol WA AT R L o 5 R0 i g 0 8 )RR i 6 o D) 5 A R AR iy AR A BRI R
SRR

AR SRR AR PP A D AR i 0 A i (LD R S B 2%

&2
5H 25 EL B PR ifE 1 PR 2 PR 3 B 4
10 pg/L | 25 pg/L | 50 pg/L 100 pg/L
25 (10 % HNO,) 5.0
B BRI (10 % HNO) 4.5 3.7 2.5 0
FE b 5.0
%4 Wi (100 pg/1OPD 0.5 1.3 2.5 5.0
6 % NH, H, PO, 4.0 4.0 4.0 4.0 4.0 4.0
0.5%Mg(NO;), 2.0 2.0 2.0 2.0 2.0 2.0
SRR 11.0 11.0 11.0 11.0 11.0 11.0

AN U D T T AR T 0 A SR 1 O 4 SR ) R TR A A S 6 3 A T ) AR 4 I
HCEE . WA B, ] LS R AR
FRAE N R

BRI T 4 7R W 3 BBl P 2 e o T AR AR v I A 3 il 20 56 v IR 5 TR AR S s T .

W AR R R B A TS RE 5 B T = A A (BN, [ S ECREMO R A D R bR R R
AN 252 40 AT v YRR 4 VIR B Sy D e R o A AR 3 A v A TR R 1 K 3
S AR NG MR R R R 5T o AR = AN TR B VR A WO B O DU AR FE R Xl
WG R Y Rl 2k . RRE A O I 0 A2 25 TR A T v BEVE A

PLTR SRR TV S A 0 AR 0 8 A i (D R T S /i 255

828 77 35 OIV-MA-F1-10
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%3
i H 25 1 P ik FE b FRUEAA 125 pg/L FRUEAIA 250 pg/L
28 1 (HNO; 10 %) 5.0
B (HNO,10%) 2.5 2.5 1.2 0
FE 5.0 5.0 5.0
it & W
(Pb 100 pg/L) b 20
NH, H,PO,6 % 1.0 1.0 1.0 1.0
Mg(NO;),0.5% 2.0 2.0 2.0 2.0
R¥E /A 10.5 10.5 10.5 10. 5

9 HtH

ASCARR B A 222 W 1 o oA 1T 2 1) (OO E SO Y B 1 g/ L VR B Y BRBSO o PR B EH A i 1) 1Y
BT HHE S A SR AE A A A A R A R T R

10 BHESH

X TR AR T 150 pg/kg:
HEMER r=15 pg/kg
FEIERR R=25 pg/kg

[1] Laboratoire SCL33. Déter mination du plomb dans le vin par atomic absorption spectrometry(four-graph-
ite). Manuel d’instructions, 2010.

[2] Laboratoire SCL33. Détermination du plomb dans les aliments solides par atomic absorption spectrometry
(four-graphite). Manuel d’instructions,2010.

[3] Rodriguez Garcia J. C. Desarrollo de metodologias para la deter minacion demetales en miel mediante
ETAAS y estudio quimiométrico de su empleo como bioindicador. Universidad de Santiago de Compostela,

Facultad de Ciencias,Campus de Lugo,2006.
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Ji 1k OIV-MA-F1-11 JikRMN

BEBEEEFERIETENEHRSE
Oeno 419B/2012)

ZE B Ve 4 A 28 T TR I S I FT AR 35 OTV/OENO344/2010 (ICP-MS H F £
FhOCZE A SEAT B AT B IE AR5 S CRE S &) SR A LL R %%
7

AT LI AT 2R U 4 A A T A R . R e B X R S R AT T A A B — R
W S E 2 DA 2 v EA T O T A 4R R AN R AR B BRVE N 2%

W 1 g WA .2 mL fER (3. 4)F1 8 mL 7K (3. 1) I A G T4 A W 9T 0 e e He IR DL R
FAFHEAT I -

B wH R/ C PRFF I 1] /min

1 20 min 200 20

RN C 2 58 L FF LR R B 50 mL MR (4. 6) L K (3 D R B2 30 g JF
SR

830 77 35 OIV-MA-F1-11
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