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Method of Test for Copper Chlorophyll in Edible Oils
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2. BT D HRBERI B2 E 1 g sk 4p K 47 &k (high performance
liquid chromatograph, HPLC) & #& - & 5 %8 & 2% 4p
B +7 8 f247 B ¢ B F ¥ & (liquid chromatograph/high
resolution tandem mass spectrometer, LC/HRMS?) 2 iz 4p &
v B B B # & (liquid chromatograph/tandem mass
spectrometer, LC/MS/MS)Fz:3.2. = i o

21, %%
211 ik An kAT Rk
2.1.1.1. %4 B k- 4L 54 1) B (photodiode array detector) °
2.1.1.2. K51 7;: : GL Sciences InertSustain C18 > 2 um > p & 2.1 mm x
10cm > & & & o
2.1.2. AP IT R AITR P BT R
2121 3+ kR -~ F BRICE X4 § 4+ (atmospheric pressure
chemical ionization negative, APCI") -
2122 k+7¢ HALOCI18 - 27um- p 246 mmx10cm > &
e A
2.13. Ripk 47 ¢ Bf’sé%*é%i’ %
2131 #F kR & F BiCE XA f 4 (atmospheric pressure
chemlcal ionization negative, APCI’) -
2132 %K+7¢ ‘HALOCI18:>27um:> p 2 46mmx7.5cm> & F
B o
2.1.4. F4p B 7 Z B~ 4 % (Solid phase extraction vacuum manifolds) -
2.15. ¥ # 7% % % (Nitrogen evaporator) °
2.16. E R o

22. FE LA R [~ TR AR fREEY R TS
T etz 59022 ¢ ﬁgi::jc;.:’# R fiy i A RE
By 2 I OKOLFEA2CTFEISMQ cm ) FE
3%114 "f”’ °

23. BELZ 44 ¢

2.3.1. %ﬁu? 215mL PP # -
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2.3.2. Jg™: 3420.22 um > Nylontf & -
2.3.3. H4p % B~ (Solid phase extraction cartridge) : Sep-Pak® silica-1 g>
6mL > & %% o
234, fggwsg cS5pul BRI A o
235 FA K &% ER02mm: 10cmx 10cm e
I % RS
2.4.1. 1 M5 pedei e
FLP-fiy pod®r7 g o 143 B R0% i = 1000 mL -
242, B E v Ey(9:1, vIV)i% %
PR e o9 L(VIV)Z v BiR 3 o
2.43. B BB
Beplb etz s =2
25.# & pin i B E
2.5.1. HPLC
2511 B 4piB A
B0 gg g2 IMPS L 43 i 118 1 2 (VIV) 21t BIR 3 0 i i
o0 PR TR B AR RA
2512 #&4pB B [F AR o
2513. #&4pBrC 17 R o
2514, HBE4psirD @ L ok
2.5.2. LC/HRMS
2521 #EApBRA P EE o
2522 #&4pB BT R oo
2.5.3. LC/MS/MS
2531 ##4pBRA T bR o
2532 ##4pi3 B moke fg o
2.6. 4F E. f%z’]‘%u‘ﬂ Lo

F9%2em10:9: L(VIVV)Z & Bl 5 o

PP E S A G010 UFM2MLB R BiEHESERBR
my%mférkﬁ‘fﬂ“lcm* B Bt ﬁii“’3050m7‘ G E R B

FhEZ B rFEFERBEZERNN 0 R E ‘kﬁ—/x/‘;/ K
TH05cms EE B AES cmis B Ak 7 Iﬂ’fﬁm’z P82 prghen
EReE)Z FES FN 2B R P ReE 0.6 sk T
A2 MLE B R ER S 0 BRFESF SRR o M
PoapE SRS R020 pL o L~ BARARR TR 0 R28FIE T
A AT B E B3 2 R 92350 b0 B UV < be

LI

-

T \"’k‘-"



2.7. Wi

2.8.

2102 # 11 * 13 p
2102 & 11 * 17 p

SEopoE
i opEp

20,0-20131018 #207 [madified by User] bear 1101 UV IS 1 . daeak];{]o% at 23.50 min
AU WVL:430 nm| 0. %
1 422.9
150 4-Peak 1-23.500 : 401.9
10.0 ’ 650.7
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TLC B HPLC B 3% UV B 3%
ZAH

Foiet 1 g0 Bvdre gy o EMFERIG g 3 AR S
Bemod o U E o B3 mLIBRYLG F o BRI ApEFEm Y
EAF SR IR 2 0 B ik B Es e @9 1, vIv)ig iR 9 mL
o o o AR 6mL R TR 28T T g
%%ﬁi%’%?%uﬁmlmLﬁﬂ’@&Kﬁ&»»wﬁwo
J{%F'Eﬁ*#%n&iﬁﬁf# %Z2BHIVRRE 20 uL o & B)E ~ B AR 4
&Y o BT A0E '"35“1”1147#5/%]’]‘5’ ’ ,Tt»’}ﬁ/xi’ B % E A
R 2 0% PR R SOl R 2
® TR AR K ATIR E 2

k= AL S O E & #F e 4~ [/ 350 ~ 800 nm -

% 178 : GL Sciences InertSustain C18 » 2 um » p /2.1 mm x 10

as)

K
“

¥

cm e
B 5d & 30 -
BEABR AR SBR CCREDRNUT A ERREHE ST
P /& (min) A (%) B (%) C (%) D (%)
0.0 3.0 30— 30 00 00 70 > 70
3070 30 — 100 00 0-0 70—>0
7.0-59.0 100 — 100 00 00 00
9.0 11.0 100 —» 50 0525 0525 050
11.0 » 13.0 50 —» 50 25 —> 25 25 > 25 050
13.0 > 15.0 50—->0 25 — 50 25 — 50 050
15.0 » 25.0 0-0 50 — 50 50 —» 50 00
25.0 » 26.0 0-0 50 > 70 50 —» 30 00
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26.0 —» 35.0 0->0 70 - 90 3010 0-0
35.0—-35.1 0—->30 90—->0 10-0 0—>70
35.1 - 40.0 30 —» 30 0-0 0->0 70 —» 70

#d4p g 0 0.25 mL/min -
TP HRIAIEE AT GERE > T RATR Y L RE > K T L 2P
TiEE o
2.9. FLilE %k
2.9.1. LC/HRMS
HmEPHPLC BRI HFEFZTHLARE 40 uL> A
WA RARPEAT B ENT R BT ERY 0 RTIEREE AT
R REGESFHRRTERELFTER - HRTE(S5
ppm) % Ap 3+ 58 K FH[ 2 o
RADR AT B fRATR P BRI SRR TOEE
R +7¢ : HALOC18 > 2.7 pum > P j£4.6 mmx 10 cm e
K i7E BA 130T -
HEAB R CAREBRIU T IIEEEEHRE ST

B ¥ (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
140 > 14.1 100 » 5 0—->95

#FEfpoeiE I mb/min e
R <o BRICEP5H b 4 (atmospheric pressure chemical
ionization negative, APCI’) -
Fifga & 1 20eVe
MR 5N ¢ A 35 #F 49 (product ion scan) e
Z47 & 1 70000 -

A 35 4 AR (MZ) A4S (miz)
522.1486
Cu-pyropheophytin a 873.4749 550.1799
594.1697

2.9.2. LC/MS/MS
FAEPHPLC G MR EZFEZZ SRR E 40 b »
W RAR R TR BEHRY 0 kT AEREE AT fﬁ%%/ff"zﬁ’
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FESFHRRTEREZFTEZ AR B R EY

7 o
-~

RAR R ¥T B IR R TE 2
k47 # t HALOC18 > 2.7um> P} fZ4.6mmx7.5cm e
R4 g B R 30T -
FBEARB R AREBR M T FEEEFHR AT

P (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

#F#4p ik 0 0.8 mL/min -
R <o BRICE P54 b 45 (atmospheric pressure chemical
ionization negative, APCI’) -

Hp+ vf B T & (lon spray voltage) : -4.5kV -

F J # %8 (Curtain gas) : 20 psi °

4% % %8 (Collision gas, CAD) : high -

%1 % %4 (Gas 1) : 55 psi °

Sv#h 5 $8(Gas 2) 1 0 psi °

se #8 & (Temperature) : 400°C -

WopRcsY ¢ 2 £ F & 18Rl (multiple reaction monitoring, MRM) -
Wop 3R+ ¥ 32 B & 7 B (declustering potential) £ zi
.5t £ (collision energy)4r™ % o

] ER Y -t

SRRl T SRAL T+ (miz) > TR it T

A 43 (mfz) V) (eV)

873.5 > 522 -68 -50

Cu-pyropheophytin a 873.5 > 535 -68 -57
873.5 > 550 -68 -50
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873.5 > 594 -68 -38
L R EES A 2H A BT LR G 0t 6 @ (S100%) 0 § 7
e
o $HE+ 5 2 (%) B3t %)
-5 20
>20 ~ 50 125
>10~ 20 30
10 +50
2. b FERTERATA R T T L RE R AL

ML Y SRR SRR B AR



