_REERL-1,2- " ERE_HH Je

% 1 OIV-MA-AS315-15 FiERA
-HEETR-1,2-"EHM
IN_HiH
(R Oeno 11/2007)
1 T4

A7 v T W) 2 A P A 3-FR 4R ER1, 2-77 8 (3-MPD) I 5 il (CyeDs) By &
B, BT EHERHFE SR RIE. 3-MPD f CycDs 2 7] 25 £1 % & H Y i
SRR A EI PR, AR SN L R MG SR A A A0 H = e K AR B A8 R BRI A T T
A A KB 3-MDP, M7 Ak 2 B A R A H 4 B4R CyeDs. MR¥E O. LV R
8/2000% 4347 77 1 B9 B ilF F7 27, 5% B B 308 B — ROy v, St kAT 4 L A 5, AL T TR
B X SE SR AT SY
2 EREHE

AFEE AN AN AR R/ TR &M 3-MPD Al 6 A3 H i O
Ho T2, 6- T (B EE) L - TR AT AR, R -2,5- T (R RE 1, 4 T H A M-,
-2, B BE-1,4- A L) . 3-MPD MW ETEER 0.1 mg/L~0.8 mg/L,
CycDs # ¥ B 75 B 4 0. 5 mg/L~1.5 mg/L.,

3 #S
3-MPD HEERK1,2- 8
ANOVA T ES
c e 3
CycDs B H
GC-MS A - BB R AL
H, aX
IS MR
m/z R/
ML 5 e K
S 1 000 ng/pl #R1EW
S, 100 ng/pL PRUEH
S, 10 ng/uL FRUER
4 HiE

FEBRER T (K, CO. ) K- 4047 40 A1 AT 3R AT » 2 J5 FE 2 BE SR B, SR ) B @ L MR e 0

B, GC-MS 78 SIM Bzt GE BB T 1 AR 20O T #Arieil .
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o T1WS BEEFEE RN I

5 WHSHH

5.1 =i F
5.1.1 RERM (K, COp) L, a3 ¥7r4l,
5.1.2 2Bk, &g,
5.1.3 HFiHE(ER 2 mm,fLERK/N 0.5 nm),
5.1.4 TR,
5.2 kA m
5.2.1 B HHERAWOSFAES)  4hF 89.3%,
AR, 2,60 Z(RHEED 1, 4- T8RN M-, k-2, R 1,42
AOSE -, fe R -2- T GR DD -6- 30 51 4 TS I R S
5.2.2 98%3-HEHFNE-1,2- " (3-MPD),
5.2.3 98% T %r-1,4-"1%-1,1,2,2,3,3,4,4-CPH),,
5.3 tREBREHE
5.3.1 S, i5&M®
YETRFR B — M AnAE 5 10,0 mg£0. 05 mg(4i K 89.3%,.CycDs B 11. 2 mg) . K
ERE - ERSAERE 10 ml FERb. e N E ERETH A 10 mL Ik 2 B
JEFRSIRS WA 2 1 000 ng/pl,
5.3.2 S, T¥E®&
HEWERL 1000 uL So &AW E 10 mL AT, HIE KL EERZZE TR, B
1S WHRE M 100 ng/pl,
5.3.3 S, Tl
HEFE L 100 uL S, &R E 10 mL AR P, TKZEBEERZZE, R0
W E A 10 ng/pL.
PrasvrifE v, R 1,
CycDs {5 Y) (6 MH 5

5, B g

3|

=1
E2 faaiid R/ (ng/ul)
) So 1 000
CYCDS\{E/EI\% _— — - —  ——— — — —
S 100
Sy 1 000
3-MPD S 100
S 10
Se 1 000
Mg 1S - =
S 100

5.4 R g HE
R AR AT e Y ) 4 5 e INC 1 42 ME S L {6 T RO AR A AR T A R A 2 B 3-MPD
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CycDs B34 . WRF M e K D 1 Y R U R P Y L 5 TR B AT AR
ﬁ%%?ﬂ%ﬁ%‘?@qﬂ%ﬁiﬂﬁﬂ’ﬂ%ﬂﬁJﬁﬁﬂ‘%‘%%‘/&%é FIRE A o

F2 PREBHEREER

I-REEERK-12-CBRE_HE A

o AN R R A

9 7 B B8 4 47 4 (3-MPD, CycDs) 15 Bt o

75 % OIV-MA-AS315-15

| am /L @E | MR/ AnmEmE/ | AAEER/
~ _ il IR Tl ey ) (me/D)
=R 18 10 0 0
3-MPD
CycDs
o | 1 | 10 | s — 1% | 1000 - 100
3-MPD
CycDs
- MLI s | w0 | s | 10 — | 100 | Loo
3-MPD | 100 S2 100 0.10
CycDs 50 S1 500 0.50
iz | s | o | st | o | 100 | L00
3-MPD 25 Sl 250 0,25
CycDs 100 sl 1 000 1,00
—is | s | 100 | — | 10 |  tooo oo
3-MPD 50 S1 500 0. 50
CycDs 20 S0 2 000 2.00
wmie | IS | 51 st | 10 i 1000 1.00
3-MPD 100 S1 1000 1.00
CycDs 30 S0 3000 3,00
T MLs | IS oo 1 st | 10| Too0 M Loo |
3-MPD 200 sl 2 000 2.00
CycDs 40 SO 4 000 4,00
6 UEEH
6.1 X, EEKEFE£0.0001 g.
6.2 BLLHL(EDAIL 4 000 r/mind.
6.3 SARGEIS-FIEEAGCMS) 0B AP AN A
6.4 KEBBRENEEM.
6.5 EERKE.
6.6 40mLEBELE.
6.7 SMEEHM]. 5 mL~2.0mL).
6.8 IR
6.9 REEHIL,
7 HmEE
R A NTER B 10 ml, A RN ER. T 4 4 e A 42 (5. ) B
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e H1ES BEERNEEEN S

8 TR

8.1 #RE

HEREREL 100 L AIARIR S, (5. 3. 2)F1 10 mL &7 £E 54 2 B0 (40 mL) (B T4
L4-CH) R EH ST 1 mg/L), /MNOIIA 10 g K,COs RS . HERMAR B i 3774
CO &M, BRABKBHERE 20CEAL . MA 1 mL Z 8. WERMRE 5 min, RfF
7£ 4 000 r/min B.OHL BB 5 min, AEFHBEAIAM, FRIBAIUAEREE/NNE
FifT. ADERREEENE B OBMIEDHEB IS MEEIGHREM D, A 120 mg
Mo, . BAKE 2 h, IR AR RS . BRI RFEREEMSHEEIEHEmR S,
1T GC-MS 4347,
8.2 GC-MS & #f

GC-MS A #rEkSHmn T . Al A M ENRERE HEREEANTSEL
B R A TR 1 T4 43 T .
8.2.1 BASHESWEE

SAHEFEL  HP 5890 B REAH 2 1Y SAH (35X

DB-Wax(J& W) E 4G4 60 mX0. 32 mm X0, 25 um,2 m s A [ ALK BB+ .

A H,

ME HERIES) 60 kPa;

BFHERF 90°C/EF 2 min;

BL 10°C/min #FEFH ZE 165°C, /£ $F 6 min;

L 4°C/min #EFZE 250°C, ff+F 5 min,

HHEER A . 250°C;

BERERRE 2 L, AST IR BEEE
8272 MSTITELMH

FE#E4Y : Finnigan SSQ 710 B 14 fEAH 24

IR . 280°C

BFIREIRE:150C

MS # I 2%
wo 1. 0 min~25 min;
14, 3 min 3-MPD.m/z 75,m/z 61
16. 7 min 1S:m/z 78,m/z 61

AR RENT R 250 ps(BEEEED ,
W m/ = 91 WE R B T U, BB AR (IS) e SR Z BE H X 43, R ZBEIR 77 A m/ = T8 TE R I,
w2 25 min~40 min;
32 min—~34. 5 min. CycDs:m/z 57,m/z 117
BARERENEY 250 us(GEBEBIED
AR S AT BE S BRI AESL . B CycDs MR & W) & X A 5 4E 38 B A 7T 30 R 453 47, /R
BB R VA VR B SRR R T B R HEAR L A BT & BAR MR AT VR V. MEFEEEA 1 m~
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s BEERE-1,2- BT S

2 mKﬁﬂﬁﬁﬁﬁﬂéﬁiﬁﬁz\*ﬁﬁ:ﬂﬁﬂ”éﬂﬁ*ﬂ’ﬁﬁﬂﬁﬁmﬁjfﬁlﬁﬁ?ﬁ%u
9 HFHRiITMH

9.1 EM

305 A3 W R et T P A B R X R B B IR i R VR T RS A A AT 0 B T R AR AR
B[], R 2 R 0. 5N BN .

B e RS T s A R (SIMD) 3 5 4 AT & E B T T A . CycDs
117/57,3-MPD 2} 75/61,1S A 78/61, 525 N 7E INARRE Fh B0 20 TR . [RIEE AT LA
W S EAT A
9.2 EE

s A DI AR v RS TR IR AT S R AT 7 T T PR B 5 0 i B X B A
PRI FERHE . CycDs BB SIS RRE B, AT AT E R m/z {8

3-MPD. m/z 75
CycDs: m/z 117
9.3 HRET

3-MPD # CycDs 7 &I mg/L FR S HR ) /NBUS S B (4 0. 85 mg/L).
9.4 HMHRMEER

ﬁi‘tljKE(LOD)%H/-TEEKE(LOQ>5$&?EU%4¢F%H7‘??2§1EH§%‘%9& FR4E OENO 7-2 000(E-ASI-
0-LIMDET) “ M55 i1 B R A S BB R A A O At S A T f) LOD #1 LOQ.,

R 4.2, 2 RSB EVER L N3 BIRHTTE. ZEHE T (m/ 2) B KA SE B0 40
A FEAE B PR FE R F BT 10 B e R AL B TE (W) s FlBt & AT AN X B EE T
=B B AIRIR, RFARZEAMNEERTA b LW Wi ot 3 S B, 3 f O LOD,
10 £ LOQ, 8 230 5 454~ 490 J5 19 i 1z [ e e AR BE FAE
3-MPD;

LOD.0.02 mg/L

L.OQ.:0.06 mg/L ] |

CycDs( B : 4 "'
LOD.0. 08 mg/L I
LOQ.0. 25 mg/L 1 t’i
y;;:gaaccp%eWﬂamalﬁm@nwm%m%m@ﬁé%.mﬁwﬁﬁmﬁﬁnrﬁse%tsﬁeg@iﬁsh.mﬁ 1

A5 A 20— 1A LOD 1 LOQ K 1/6 /oo fil
|

10 e fatd (S2I8 = 8] LE X IRIE) | ‘
'|

11 /l\i%iﬁ}ﬁlﬂww?thXﬂ‘iE%ET-?E,Fﬁﬁ%bniﬁiﬁfﬁﬂﬁEU?"%&HE??EE’J?%
Yo, 3 [SEad T HSCH. A O R ELME (R RIARRE B BR HE 2 (S A Sw) 5 4 H7 ¥ B ke HE |
XEBENMHEE A LFE A2 | L B U A0 S R 4 T ) SEAT A0 AT R '
() HIAER KT 95% I (R IR KT 99%. 5

|

|
73 OlV-MA-AS315-15 425 [ ]
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ot F1ES SETRBE TN F &
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3-MPD

S,=0.060 x
Sp=0.257
r=0.169 x
R=0.720 z

CycDs

5,=0.082 zx
Sk=0.092 £+0.070
r=20.230 x
R=0.257 »+0.197

# % OIV-MA-AS315-15

x A 3-MPD ¥ (mg/L)

x B 3-MPD ¥ (mg/L)

z K CyeDs e JE (mg/1.)

z 7 CycDs ¥ JE (mg/L)




Al

A.2

3_513%%_35@_1,2;:__@@%:_3553 o%

fit & A
S5 1) B IR] B R 208 B 58

S mE
NAERSRESN T REKFR. £SMLhEH ARSI =YHEXER,
THER. UTHSMERE.
CSL, York, UK
Unione Italiana Vini, Verona,ltaly
BfR ,Berlin, Germany
BLGL, Wiirzburg, Germany
Istituto Sperimentale per I’enologia, Asti, Italy
LUA,Speyer,Germany
Labor Dr. Haase-Aschoff,Bad Kreuznach, Germany
CLUA ,Miinster, Germany
Kantonales Laboratorium, Fiillinsdor{, Switzerland
LUA,Koblenz,Germany
ISMAA,S. Michele all Adige,Italy
ST
2002 4 11 B ,11 A LA AN RN BEREXESLRE, QF T LAET AN

BRI R — B R R R  RET T A BEE . T OMAE M EN.

A3

RS
AR IR 1 I E B9 1% ST A UL B AR X B R AT IR AR R AT G i A .
1. % F Cochran,Grubbs &5 , i & 7 {5 .
2. IG I RS R M E I,
3. 312 Horrat 8.
F£A 1 3-MPDKNFRLCER

i g A m B i C B F i G
I .
HEHE A EE" Sk ESR) i EAR KR Sk kRl
F 14/ (mg/L) 0. 30 0. 145 0.25 0.48 0.73
B 0. 30 0.12 - - 0. 80
nbr&/(mg/L)
/Y
i EllBessrbe 100 121 — - 91
n 10 10" 10 10 10
. 1 1° 1 1 1
B 2 0 0 1 1
m 7 gr 9 8 8
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o FTT1ES WEEAEE AN T

% A 108D
A .#%A i B HamC e F &G
=1 ) % T £ 5 EEE R Ei R TR SRR
r 0.03 0.05 0. 08 0.13
s, 0.01 0.02 0.03 0. 05
RSDr% 3.20 7.20 5. 80 6.57
Hor 0.30 — 0. 60 0.50 0.59
R 0.13 0.13 0.15 0.31 0.59
Sk 0.05 0.05 0.05 0.11 0.21
RSDy % 15. 50 32,67 21. 20 22.70 28.91
HoR 0. 80 1.53 1.10 1.30 1.72
TR AL e B omy NEGHLER,
Mean BAREHE
n AR B
7, BRI
outliers B {E (Cochran’s 3% Grubbs’ i)
n Tr B B3 4
S, M o 22
RSDr FAXS B 2 M AR v O 2= (S, X 100/ F 35 (8)
r HE M. 8XS,)
Hor HEE M Horrat {% F RSD, & U Horwitz At r % T it B T8 /Y
RSD,
R IR0 PR (2. 8 X Sk)
Sk P I A HE 1R 2=
RSDy A0 3 B A Vi 25 (Sk X 100/ - 448D
HoR M Horrat {H% T RSDrfEKR A Horwitz 24 X3+ Fr18 11 RSDyg
0.7 1
- R=0.720x =
05 —
02 +—
. 0/0 i -
/J—T/ r=0.169x
0 ' T ; —
0 0.2 0.4 0.6 0.8

W/ (mg/L)
ALl 3-MPDIREF r R R Z BHHEEME
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FA.2 CycDs MG RLCETR

THAKCHD S

BB m A W B i D H&F &G
) BEEHTE LTEE W FHE M EEYN B
%/ (mg/L) 1.55 0.593 0. 80 0.96 0.56
mArE/ (mg/L) 1.50 0.53 0.50
B &/ % 103 113 112
n 11 11° 11 11 11
e 0 0 0 0 0
A] 5E{E 2 0 il 2 1
m 9 11° 10 9 10
r 0.37 - 0.19 0.18 0.15
S, 0.13 — 0.07 0.07 0.05
RSDr% 8.50 — 8. 60 6.70 9.30
Hor 0.90 — 0. 80 0. 60 0. 80
R 0.61 0. 379 0.39 0.41 0.34
Sk 0.22 0.135 0.13 0.15 0.12
RSDr/ % 14, 00 22.827 17. 30 15. 20 21.50
HoR 0. 90 1.319 1. 00 0.90 1.20

* S R AR R .
n#n. NG
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0.7
ocl— R=0257x+0.197
% 0.5 /
E 04 —* /
~
= 03
N
0.2 ./y = r=0230x
0.1
O L} T
0 0.5 1.5
CycDsHIWRE / (mg/L)
B A2 CycDsiREM r BR ZHEMEXIKE
K # LK
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