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8 % jd ¢ Cu-pyropheophytin A 2_ #& %% = /=
Method of Test for Cu-pyropheophytin A in Edible Oils

g * R AfgH>Fqgr e d FpEFEFLL AL
Cu-pyropheophytin a Z_ # &% °

2. B2 CHRMEREE LIS B AR /é] 17 & (high performance
liquid chromatograph, HPLC)~ 47 » £ r % 40 & 47 8 55 7 3%
% (liquid chromatograph/tandem mass  spectrometer,
LC/MS/MS) & % 4p K 47 B 247 & ¢ F 7 ¥ & (liquid
chromatograph/hlgh resolution tandem mass spectrometer,
LC/HRMS )Fg 2. & & o

2.1, %%
2.1.1. FoxiAp K7k
2.1.1.1. #& VB 1 k- & A8 7 11 B (photodiode array detector) °
2.1.1.2. k45 ¢ : GL Sciences InertSustain C18 > 2 um» p /2 2.1 mm x
10cm > & B 5 o
2.1.2. AR A7 8 K
21201, 3+ R 0 & 5 BRI F 4§ 4+ (atmospheric pressure
chemical ionization negative, APCI) °
2122 k47¢ ‘HALOCI8 2.7 um > P j£ 4.6 mm x 7.5 cm » &
e % 5 o
213, Ripktr® 2R B BEH K -
2131 3+ R ¢ & 5 B F 4§ 4+ (atmospheric pressure
chemical ionization negative, APCI) °
2.1.32. k45¢ ‘HALOCI8 > 27pum > p j£ 4.6 mmx 10 cm » & F
B EL o
2.1.4. H4p E 7 % B4 ¥ (Solid phase extraction vacuum manifolds) °
2.1.5. ¥ # 7% % % (Nitrogen evaporator) °

2. RE PR LR FE S TS AR BRI RApE TR
Frpcdedr d BE s I IR0 T R 25CFE I8
MQ « cm 2 ) ; Cu-pyropheophytin a ¥t pg * &4 5. o

23, BEZ 4452 ¢
23.1. g 2 15mL > PP -
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2.3.2. Jg% ¢ 34£0.22 pm > Nylon#f & o
2.3.3. %]4p 3 B~ ® (Solid phase extraction cartridge) : Sep-Pak” silica> 1 g>
6mL ° & F %% o

24. #F&2AH
2.4.1. 1 M phdsin it
PR padeTT g0 03 B ki3 f3 % 1000 mL -
242, B e Ey(9: 1, V)RR
Pefb BB N9 DL (V) BR e

25. Bdgpin ez
2.5.1. HPLC
25.1.1. B3 RA
B9 FR 2 IMPSFL4RI3 R 8 1 2 (VIV) 2 b BIR 3 R
Ta o B B ER B R RA
25.1.2. #E&4p3RB [ fr -
2513 #H4p3RC: 7 o
2514, #84p3%D 3 I ko
2.5.2. LC/MS/MS
2521, BEAZRA VB o
2522 B3 RB T Bk o
2.5.3. LC/HRMS?
2531 #EADBRA PR o
2532, #&F 4B RB T fE o

26. BRI
B~ Cu-pyropheophytin a ¥+ /& * &% 5.5 10 mg > #mf 2> ™[5 bk
AR R 3 10mL o (v AR R 0 4G o TRt B Rk
B Rk A AFEL 0.05~0.5 pg/mL > & IFHRER R

2.7. ’]‘ﬁni’ p}% d'ij\l
PR 1 g MR RS F Y 0 B R
A FARE B P o U E B3 mL B ge F o BRIk~ FAR
Feemod o ARSI 2 S Rin e I ER AL B9,
v/V)ZA R 9mL F ik o R R AUR o MF AR 6 mL it o T BRI
W2SCT Ny FRMEI AR T A A 1 mL 3 3 U s R
TR e

2.8. FuE%E 5 BB T
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HAE ek 2 R R E20 0l > & W)L » g raidp BT R Y 0 &
TIE R ERAR R AT %ﬁf@ﬁ’%—ﬁ}%i& TR 2 F TR A
ST Bl R 2 0 X T AR YR oY
Cu-pyropheophytin az_ 7 & (ppm) :

v

# %8 » Cu-pyropheophytina 2. 7 & (ppm)= CM

C:d &8s R £iFH,%? Cu-pyropheophytin a 2_ & & (ug/mL)
VA e 2 F 2 M4 (mL)
M: Atz £ £(2)

B o AR R AT IR RIE
k- ML IR 430 nm -
R 47 : GL Sciences InertSustain C18 » 2 um » P f£2.1 mm x 10
cm °
KAt 3R R 30T -
HBApA R AR CBR CCREDR T FIEEREFHR AT

P ¥ (min) A (%) B (%) C (%) D (%)
0.0 > 3.0 30 —> 30 00 0—>0 70 — 70
30> 7.0 30 —> 100 00 0—>0 70 > 0
7.0 > 9.0 100 — 100 00 00 0->0
9.0 > 11.0 100 — 50 0—25 0—25 0->0
11.0 > 13.0 50 — 50 25 > 125 25 > 25 0->0
13.0 > 15.0 500 25 550 25 > 50 00
15.0 > 25.0 0—->0 50— 50 50— 50 0—->0
25.0 > 26.0 00 50 —> 70 50 —» 30 0->0
26.0 > 35.0 0—>0 70 — 90 30> 10 00
35.0 » 35.1 0— 30 90 >0 100 0—>70
35.1 - 40.0 30 - 30 0->0 0->0 70 — 70

# o 4p i 0 0.25 mL/min
PRI IER LT AGERE > T ORATR Y 2R B 0 KT L 2R

"—‘i”/"? [E

2 9 g—\:t\)\lé%}
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2.9.1. LC/MS/MS
HREPtR 2 M2 % L 40 pL o A )i~ R4k 47 B 05 T 3
&Yoo RTIERRE AT fj*l;fﬁin’%léi’*%i?i’%‘i& TR 2
IR ih SR R - L E A
e Ap Ay A7 B BT RE R R
B +47¢  HALOCI8 > 2.7 um * P f£4.6 mm x 7.5 cm °
K454 E R 1 30°C -
8 AR5 L AR (T PR)EBiR (AR BR) T AR RIEF R

AR &

¥ ¥ (min) A (%) B (%)
0.0 1.0 100 —» 70 0—30
1.0 > 6.0 70 — 40 30 - 60
6.0 > 14.0 40—>0 60 — 100
14.0 > 15.5 0—->0 100 — 100
15.5—>16.0 0 — 100 100 - 0
16.0 - 20.0 100 — 100 00

#d4p ik ¢ 0.8 mL/min e
B R F RICEPE4 S 33 (atmospheric pressure chemical
ionization negative, APCI) »

Y+ #5 JE % /& (Ion spray voltage) : -4.5kV o

F B # 8 (Curtain gas) @ 20 psi °

7t 3¢ F %8 (Collision gas, CAD) : high -

i % H(Gas 1) : 55psi e

Svdh % #8(Gas2) t O psi e

‘e 48 & (Temperature) : 400°C °

WOpHEsY ¢ 5 £ & & R (multiple reaction monitoring, MRM) -
Rl A ¥ 2 B % 7 & (declustering potential)£2 i
$ it £ (collision energy)4-™ % o

BEH 1EAE A
S W (miz) > 0 & WE
A ¥ 45 (miz) V) (eV)
873.5 > 522 -68 -50
Cu-pyropheophytin a
873.5 > 535 .68 .57




ANBAHM 10341 5 23 H

873.5 > 550 -68 -50

873.5 > 594 -68 -38

2.9.2. LC/HRMS®

FRER B4R 2 3% & 40 UL o A I~ R Ap K 4T B F#T R
3%?%%6’@Tﬂwkﬂﬁgﬁ’ﬁ%ﬁﬁﬁﬁﬁﬁ%@%
M2 FF R T E(<5ppm)Z p AT B R FW 2 o
RAP R AT B fRYT R P OB R AR R

R +47#  HALOCI8 > 2.7 um > P f£4.6 mm x 10 cm ©

B4 E B R 130T o

FHEARZ R CARPR)EBR(T )T IR EEE R AT

F¥ ¥ (min) A (%) B (%)
0.0 - 10.0 5 —> 80 95 — 20
10.0 - 11.0 80 — 100 20 — 0
11.0 - 14.0 100 — 100 0—0
14.0 — 14.1 100 — 5 0 —> 95

#Hé4piniE ¢ 1 mL/min o

Bk Lo~ o BRIV E P 315 (atmospheric pressure chemical
ionization negative, APCI) »

FRig s g - 20eV e

MR ¢ A P S 749 (product ion scan) e

f2+47 & : 70000 °

i TERET (MZ) AP ET (M)
522.1486
Cu-pyropheophytin a 873.4749 550.1799
594.1697
L S R R 2HAS T 2 A e F e F(=100%) 0 FF
o e
i ¥HEE 5% & (%) 7 ¥+ Fl(%)
>50 +20
>20~50 +25
>10~20 +30
=10 +50

PR EE R RIE R AT AGERE O T RATR Y 2 RE R T L

5



ANBAHM 10341 5 23 H

7

7l i

CENETT LR X T C) Sy W

N

+ o



