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W PEREAERL I VOC G B 14 L 9 [ AR — 2, 3
DB-624 {35 A1 7E AT 1 650 J5 T 4 G I i A DL 412
B ARSCHUAAR @ T - BRI I ik 0t 528 Hh S5
PR DB-624 (35 A X 4R AL BB 18 RS
J AN RN B AT T L R R B

1 25§
1.1 EFEMEENE
1) #Ek

SRARIEL, 4l KT 98%, Sigma-Adrich iFI/A Al .
LR TR, ZHEE 99.9%, KRk pfba=i7 4 R
Nl ONE, BEIE 99.9%; IECKE, i 99.9%; ¥
B CIRBE () ARA R A Jein1 &
FbRuES: (FL 18 Fh, WK 1), BEA B TR
JEA R B EAE B, Dispersive SPE 2ml,
Fatty Samples, AOAC, “LHERRIHARRAF].

2) s

SR TE B B AL, 7890A-5977A, W HEAE
FHEARA A, PR, T-214, b2 AL
wrRGA RS F ., B EIE VRS, KQ-500E, Eili
MR ARA . ez &, VS-10M, IR
AR (hE) ARAR . B0, 22331, fEESCAR
TER AR s F) o BME AR (60 mx0.32 mmx 1.8
um), DB-624, ZHEMR B H AR A A, B
100~1000 pL, fHEEL 2780w,

S po

HLE T

*1

1.2 XS A FAENR
FEXERE R, RECNA T — RS0
WbRHE, Hrpfudh. i N RILHE Y ABEAS S
b bR SNIT 3550—2013 (&b bt Bl 4%, Fid
YR KL 4,47 - B ( ZHESL) ZOKERN 4,47 - WL
( I ) 2RI E AR - Bk )PY,
SN/T 4317—2015 (3 F &b 7 Fpots | & F T ot
ARSI 7 v MR i — B / Rk ) B W
M7 FRAE DB34/T 2432—2015 { B0 T 5L . 4o
SRR B WO A - BRI ) B,
DB34/T 2433—2015 { #REMa AR5 | & 50 A I
FESAH TS - BRIBCTEL ) B 2 Al A B
TR |l Al bR E Q/YNZY. J07. 012—2015 ¥4
5 &R AUR R KR SO - TSk
FAME ) B ARBFT B LA AR vE T S5 Y 18 Flofg
SUEFIWERIE Bbr, BAGERBINER 1 PR,

1 18 FIEHE | &R 25 B wT 4y R
B R A A= (402, 2- 4R L -2- R ) |
TORHERZE (I ZORFER, 2- L TORHER , 3-
FETORWIE . 4- LT L 4,47 - 30 ( ZHZ5E)
TR, 4,4 - ( LIEEIE ) TR ), By
RS (4- NGB . 2- SRR B | 2,
4- ZOHEARZRET ) | BRZE CORHIBER FRHH R . X -N,
N- THZER PR O . AR BRI R EE . X
THESRH R SRR )

18 MBI ZHMAXER

Table 1 Properties of 18 photoinitiators

b Clbo Ih s FREEI &R (fbEW) 2 4l [l '€ R FER T
Pl 2- F Ak -2- WAL -1- R T >96% 7473-98-5 59
P2 i FH I FEY 2 Y g >97% 15206-55-0 105
P3 TORHT >99% 119-61-9 105
P4 2- HE R >98% 131-58-8 195
P5 X N, N- UK R 2.1 >98% 10287-53-3 81
P6 1- FRHLIR O PRI >98% 947-19-3 148
P7 3- AL 2R HITR >95% 643-65-2 119
P8 4- FRE ORI >95% 134-84-9 119
P9 2, 2- VAL -2- RELR 2T >98% 24650-42-8 151

P10 AT FH T4 FH R FH T >98% 606-28-0 163
P11 X SR R S TR >98% 21245-02-3 165
P12 2- FJE -1~ (4- AL ) 2RO 2- NgupRclL -1- PITR >98% 71868-10-5 128
P13 4- SN EER 2% B >98% 83846-86-0 239
P14 2- 5PN LB 2% R >98% 5495-84-1 239
P15 TR LR T >98% 2128-93-0 181
P16 2, 4- LI AR EEA >98% 82799-44-8 268
P17 4,47 - () R >98% 90-94-8 148
P18 4,4 W (L FEIL) K >98% 90-93-7 309
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1) FRERECH] " HERFREL 25 mg SACHE,
K% 0.1 mg, MZNEHMITESR 2 25 mL FR A%
O, BCH BRI BN 1 /L AR -

2) FRUEEIECH] " o BRI 18 F
5l &% 50 mg, ¥ E 0.1 mg, HALNEEMRITE
AR 10 mL AF AR, o 18 Aot
SIEF R IE R 5 o/L (RN TR AR EL 1
mL £ AR T 50 mL fEas B H OIS e,
e ) B VA A 0.1 /L BRI AR vE TARIA . 4%
WIFLHL 0.2, 0.5, 1.0, 2.0, 5.0 mL MRS ARME TVE K
TR 50 mL AR R, & I0A 200 pL AR
BT BN 1 o/L INFRIEIRAE AR, FIEC 4 -
R (IRFREL ] 30 1 70) WEIRE 2, Bl 10
1~5 AR E TAER R, 18 FhGRLS | &7 % 243
4 20, 50, 100, 200, 500 pg.

1.4 (LSS EH

1) KM EEAF. DAEIRNER, sl 4
mL/min B {£35 20 min, FELPL 1 mL/min’® (A3 5 A2
6 mL/min H-{#4F 180 min; HEFEITIRSE N 260 °C;
FEfE o 1 uL, Arumdkse; FHRFET N 120 CHHR
F 2 min, FLL 100 °C /min F5EEETHE 255 CIFRE
180 min.

2) iR, ERIZIRIE N 300 C; HLE Y
Ao FE LR, BEEEEN 70 eV; BRI N
280 °C; PUMATIEE A 150 °C; IAFILER 6 min,

1.5 #H&EME

SR FH 43 00 1 A 2 B e Ak AR A 2 M R PP 51
fm] 70 1, e 4R B A T R 5.0 em x
10.0 cm BE &L, BEESRBTRERLZY 0.5 cm x 0.5 cm FE s
BRPERE IR T4 20 mL K HEIE B, #0530
min 5 AIA 20 mL ZJEF 200 pL A B G e
1 g/L ZHENFRIEI, S AEHL 40 min, #E S min;
B4 mL FJZWERTRERIFMA 3 mL IECHE - &
TR 2 Ees R (IRFREE R 30 70 ) , DL 500 r/min %% 3%
TERER s EIRY 5 min, #EEBCEZHRZ 1.5
mL A A L ZE B Hs L 500 r/min % B 7E IR
iEdE s EARY S min, LA 5000 r/min ()55 5 1E B0
HL B0 10 min,  HCE 2005 W e RO 2 A i A s
M2 FEFT GC-MS 434 .

1.6 RESIEAFRETEHRLHRITE
1) bRl TAEMZRE: 0. 3 BOBC 4 1Y) 1~5 %

1.3

REREEMBIF 18 LY LF S EMSHERE - FigEn%

18 Bl | AR AR AT GC-MS 20#fr, -

FARE 3 o LIRS IbRIE AR R OGS | k) i
NPARR, LA BARME AR 18 RlOLiES 1 457

=

4 e T AR5 PN AR ST Y A e 1 e T
FRBY LA o Ale b, 21l 18 FiOLET | &0 Bk v
TAEHIZ
2) JeRE RS R R AR
A —A
C — i i0 s
YA kS

e G RIRREOERT R i (& i, me/m’;

A; AR OE T &) i R R T T AR,
mV-min;

Ay RS FUARE OGRS R @ 1Y 5E i B g T
1, mV-min;

Ap AR ARR CRACED) 1978 i B I AR,
mV-min;

K R RIS R ) @ BARHE TAEM IS R
#, mg;

S JREER, m?

2 #HRE5T®

2.1 SHEEE - RiE&EFMHEE
211 ##HvERE

EHE 5 (60 mx0.32 mmx 1.8 um ) 3R
TR R 260 °C, b TR 41/ BB RERS 7243
Ak, EBGHERE RN 260 C.

212 &#ERE

PEETHRE TR N 260°C; DLAS ME, Tk
>4 4 mL/min B £5F 20 min, F-LL 1 mL/min® B9 35 3
JI 2% 6 mL/min FF4£4F 180 min, A1 120 CHHEF; 2
min, FELL 100 °C /min B2 245, 250,255 C, %
FEAFAEIR T 18 BlOGRG R LR R R, 45540
F 2R,

M2 AT, AR 245 CTFE E) 255 ¢, Xt
P1~P8 ‘S HMH5 | & R4 PR B R E AR, (R 7
BRI AT i 2 29 2 min, X2 ERT 8 Rl 40 1 o
fiK, Sfbse4, HREEZAK, (EARMN 245 C
Th 3 255 CXF P9~P16 S Gffs| A& 7 4143 Fr B i) ]
IR, PR BRI fR] AT AFE T2 5~8 min. 651 %
7 MK 1l DEAB 41 73 F8 s 5] 32 A1 3 1) 52 e 4K
FEIR M 245 CTHE B 255 °C, A LU P17 45 B i [a]

%
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iFLZ 40 min; FEIELICE O 245, 250 CHE, ik s
> P18 AW, S D g AR IRA, 420 Mk LLiE
PR R A THR PR EEE R 120 CRHR
#F 2 min, LA 100 °C /min #EEFF 2 255 C.
F2 AEEERT 18 MBS A FMRE R
Table 2 Effects of column temperature on

the retention times of 18 PlIs min

Eainn|
HHE I EH TS

245 C 250 C 255 C
P1 6.673 6.585 6.497
P2 6.717 6.673 6.585
P3 10.286 9.889 9.493
P4 10.726 10.241 9.845
P5 11.431 10.902 10.506
P6 11.563 10.990 10.770
P7 11.916 11.299 11.211
P8 12.488 11.827 10.462
P9 14.955 13.942 10.727
P10 17.598 16.233 11.211
P11 30.594 27.510 24.955
P12 33.061 29.713 26.982
P13 40.198 35.880 32.268
P14 40.858 36.453 32.753
P15 47.422 41.827 37.114
P16 54.735 47.995 42.400
P17 136.013 114.382 96.850
P18 A A g 168.788

213 HAREZ
B HERE TR E Ry 260 °C5 AL 120 CARHF 2
min, FFL4 100 °C /min 3+ 3 255°C; LIS NEA,
VK 4 mL/min BF{3£35 20 min, FLL 1 mL/min’ [
HE TR S, 6, 7 mL/min, 5T AN [A # A
TOEE | AR ORI, G5 ANER 3 R
M3 AL, BT AN [R] X P1~P10 551
1R N 4 0 AR B s e JLF- Jesg i, H354F 20
min; FTHHEIE KX P1I~P16 56T | & FI4 5 HY
D B I [R] B AT 40 05 80U R A 1S R AT D I 35 4
P17 FiI P18 WI-NZH A PR FE I IT) o £545 2% IEAG U R
AR AT . AT 52, R R A
4 4 mL/min BHE3F 20 min, LI 1 mL/min’ 143 )&
Ft+2% 6 mL/min.
2.2 HWNHEEESR
2.2.1 RS
TEBEE S AH 6 - T3k

=2
)7

&

#*

fFr, T

=5

x3I FRABEKTET 18 FAEHSI ZABRBER

Table 3 Effects of carrier gas flow rate on

the retention times of 18 PIs min
b GlVZillass PERRIT
5 mL/min 6 mL/min 7 mL/min

P1 6.497 6.498 6.541
P2 6.541 6.542 6.585
P3 9.493 9.493 9.493
P4 9.801 9.802 9.845
P5 10.374 10.374 10.374
P6 10.462 10.462 10.462
P7 10.726 10.727 10.726
P8 11.211 11.211 11.211
P9 13.017 13.017 13.017
P10 14.999 15.000 15.043
P11 25.220 24912 24.779
P12 27.422 26.894 26.585
P13 33.237 32.180 31.475
P14 33.766 32.665 31.916
P15 38.568 37.070 35.968
P16 44.339 42.357 40.902
P17 103.854 96.806 91.387
P18 182.312 168.788 158.215

MRS GC-MS 15K, 18 FiLfs | &5 bnie TAE
R ETENTE 1 PR

17.5

ISTD

15.0 P2

12.51
Pl

10.01

7.5¢

abundance/(10*mV)

5.0r

2.5¢

0k
6

15 20

time/min

25 30 35 40 100150200

TE: ISTD fRERMAEL
1 18 B RN ETEEREILE
Fig.1 Chromatogram of standard working
solution of 18 PIs

HIPL 1R, GRS | AR A5 2 03 0 BSOCR LA
MR HS  WEXIPR, Mg, XK, 1%
MR BOE R 25, T LASE BT vh S AR PR A X 4TS R
Wit 18 FOLEET | AR A R 3 — B e .
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222 R EIFH

IR 1.6 W5 I W 18 R OGRS b v T
VEMIZR, FFREATERIMERIG . BURMRHRE 1 18 FhOLIE
FURFRRHE AW, AT 6 I, TSR
PR ZE, DL 3 AR 22 0 K R, DL 10 AR

REREEMBIF 18 LY LF S EMSHERE - FigEn%

e MR 78 5 00 FA728 FURE b B3R AR R E
(18 FIOEHET | R FNR G, 20 FiAk BRI D
E 18 FIOEEG AR St . THE 18 PO R R
IAR DR | f g AR DA 18 Feiis | &5 Y

FHR SR A RN 4 iR

T4 I8 FABSIAFMEXTRER

Table 4 Relevant experimental results of 18 PIs

JeiE kGRS (REIE] /min )15 SMACRM R R/ (mgm™)  ERM/ (mgm™)  MARFEICE /%
Pl 6.522 y=2.1260x 0.9993 0.18 0.60 108.13 ~ 113.60
P2 6.570 y=3.0460x 0.9998 0.23 0.77 104.17 ~ 114.03
P3 9.471 y=3.1620x 0.9984 0.30 1.00 88.55 ~ 106.11
P4 9.812 y=2.5896x 0.9952 0.22 0.75 90.34 ~ 96.95
P5 10.353 y=22791x 0.9958 0.23 0.76 89.99 ~ 93.65
P6 10.461 y=1.4906x 0.9947 0.20 0.68 93.08 ~ 96.03
P7 10.724 y=19193x 0.9942 0.17 0.57 89.85 ~ 107.30
P8 11.188 y=2.5062x 0.9971 0.22 0.75 93.04 ~ 105.00
P9 13.009 y=3.6984x 0.9984 0.16 0.53 92.52 ~ 103.37
P10 15.040 y=2.2194x 0.9963 0.23 0.77 87.33 ~ 112.66
P11 24917 y=2.0029x 0.9950 0.13 0.43 88.59 ~ 90.98
P12 26.968 y=1.9812x 0.9946 0.09 0.32 101.65 ~ 108.12
P13 32.237 »=0.9298x 0.9912 0.18 0.60 83.91 ~ 92.21
P14 32.716 y=0.9745x 0.9953 0.13 0.42 85.81 ~ 99.51
P15 37.138 y=0.8117x 0.9977 0.19 0.65 91.73 ~ 105.94
P16 42.417 y=0.4964x 0.9952 0.32 1.06 82.78 ~ 90.65
P17 96.864 y=0.3452x 0.9954 0.21 0.71 90.31 ~ 105.12
P18 168.753 y=0.2915x 0.9956 0.28 0.94 90.19 ~ 93.75

2 4 AT, 18 RO RS A& R Iy R ) 2k
PEASE R B KT 0.99, #H FRTE 0.09~0.32 mg/m’
Z ), &5 FRTE 0.32~1.06 mg/m® Z i), [A] 4k HA7E
82.78%~114.03% =[], Z5HRFEW], 18 FGHIT| KL
PP EARUE AR B R A AR R, AR
LA S RAERR AT 5 . B, R AR AR R
AT — JFE ARG I, T S B 465 B A 2 1 L
18 FhIEAES | A A
223 ERBFH

BRI AR 6 APATREAS, FEREA T e ki fin
AN BRI 18 FiEHG 1 & R AV, 2t 5 wikk
HE, 4T GC-MS 43 #Hr; SRJ5 ¥ 18 Rt 51 &5
14 2 T U5 T RR 5 PN R A TR R R B 1 0 I
R LR AL BT F R, 32 I gs 4
PR R 90 45 R T AT 18 FPGAES | & R i -S4 (E A
XEARAEIR 22 . 18 FiOGHG &I MM R I3 5.

HH2E 5 AAL, A2 53 1A T A AR R R T O 2 1
FE 5% AN, RO A S ELE R AF.

K5 ISHAEHIIANHERHLER
Table 5 Reproducibility of 18 PIs

HEIERFYS SR (mgm™)  AAXRAER2E %
Pl 3.80 2.20
P2 2.82 4.21
P3 3.57 3.29
P4 3.37 2.82
Ps 3.51 2.47
P6 2.99 2.88
P7 2.73 2.56
P8 2.80 2.60
P9 3.27 2.84
P10 2.70 2.57
P11 2.80 2.82
P12 4.08 2.74
P13 2.26 2.10
P14 2.37 2.85
P15 2.70 2.74
P16 2.64 0.51
P17 347 2.14
P18 3.04 1.28
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224 BBUHE &R E S FH

T L8 MGG | KGR SEPRis IS A0, A
T — L 18 MOLRKS | AR 44 o iRk ST,
BHUAERD ST AT - O EaniE 2 frs o

17.5

ISTD

1501

)
wn
T

abundance/(10*mV)
~ S
w (=}

o
=

N
[

P9 pio

P12 pi P17
PLIPI2 P13 Pl4 py5 PIG PI8

25 30 3540 100150200

(=]

15 20

time/min

2 Bl S MSHEHEE - RitE
Fig. 2 Gas chromatography-mass spectrometry of
a simulation sample S1

B 2 2 R R B, BIRFE AL S1 Y 18 AL
SURFIR, S HEAES, H&SAH5RE
BFIRIAN 18 TG | AR bR e TAES R (Al (1 1)
—3, VBRI e . AR
2.2.5  EFRHE &R E & FH

R T 2P EAK I Jr S F M, R AT
JoT BRI AL B i (St R AR i S2, R b 2N b
ALBEAEAL S3 ), i HEACKT I kA T 18 RGBS &
FEI, 25N 3 A 4 s

17.5 ISTD

150

abundance/(10*mV)
-~ S B
W (=) W

o
=

0
W

| P2
VI

6 10

P11

25

0

—

30 35 40 100150200

15 20

time/min

B3 XmREaEm s HSHESIE - RitE
Fig.3 Gas chromatography - mass spectrometry of
a cigarette packaging sample S2

3 g R, B R AL RE i S2 HRoR I
T 2- FFE 2- WL -1- ZRIENER (P1) . RH EEH R

R (P2) . X R EIR PR F 1R (P11) 3 Ff
JERIEEF, SRR 1.03, 1.62, 1.49 mg/m’,

17.5
ISTD

1501

N
[

10.0 1

N
W
T

abundance/(10*mV)

50F

25 ¢

6 10

P11
A

0

15 20

time/min

B4 Fmh@fimERen S3MSAEE - RitE

Fig. 4 Gas chromatography mass spectrometry of

25 30 35 40 100150200

a medicine packaging sample S3

K 4 g R, BERES S3 R T 2- ¥
2o WL -1- ZRIEATER (P1) . X - HH AR iR
SeoEfig (P1L) PIFGEI AR, S5l 2.34, 6.91

mg/m’,

3 %

FH P SRR o A T T AR M R 18 B
SR RS A SN R - BRI vk AR
KM IR Ja 2 BAHZE AL, DhAFRIEINZE o
WFoEas RFEW . 2 VA 4 mL/min £ 20 min, A
1 mL/min” #3 B 7} % 6 mL/min; #EEE C1IEEE Ny 260
C; AR 120 CH-4F 2 min J5, LA 100 °C /min
HEETHE 255 Co XFERT LASCEE 18 FioGs | & FI
SRR, HA A A M2 S B R AR At G
% R™>0.99, i BR K 0.09~0.32 mg/m®, E R K
0.32~1.06 mg/m*, [AC 4 82.78%~114.03%. Vi HH %
T IS n AT, K2 S il e

S 3Tk

ik F, RLA, B, F L AU R TR
HERE W FHPUIR B B 7). P AR, 2020, 39(11):

53-69.
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Determination of 18 Photoinitiators in Paper Packaging by Gas

Chromatograph-Mass Spectrometry

WANG Fangcong, QIU Youhua, YUE Ming

(Inspection Center, Luliang Fupai Color Printing Co., Ltd., Luliang Yunnan 655600, China )

Abstract: For determination of 18 photoinitiators (PIs) in paper packaging by gas chromatograph-mass
spectrometry (GC-MS), a method with medium polar column (DB-624) was developed. The influences of carrier gas
flow rate and column temperature on the separation performance of 18 PIs were studied. The results showed that the
calibration curve of the GC-MS method indicated a good linear relationship, with R?>0.99, the limits of detection
range within 0.09~0.32 mg/m’, the limits of quantification range within 0.32~1.06 mg/m’, and the recoveries between
82.78%~114.03%, which proved that the method is feasible, accurate, and reliable.

Keywords: paper-made packaging; photoinitiator ( PI) ; gas chromatograph-mass spectrometry ( GC-MS ) ;
medium polar column
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