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Determination of dilauryl thiodipropionate in food by gas
chromatography-tandem mass spectrometry

WEI Jie, SUN Min*, WANG Fang-Huan, LI Ping, CHEN Lin,
GUO Shu-Qiang, MA Hui

(Yinchuan Customs Techology Center, Yinchuan 750002, China)

ABSTRACT: Objective To establish a method for the determination of dilauryl thiodipropionate (DLTP) in foods
by gas chromatography-tandem mass spectrometry (GC-MS/MS). Methods Samples were extracted with
acetonitrile. For lipid-rich samples, a solvent system composed of hexane-saturated acetonitrile was employed for
defatting and purification. The resulting extract was then subjected to centrifugation, dehydration and filtration

through a microporous membrane to complete sample preparation. The established GC-MS/MS method, combined
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with an external standard calibration approach, was applied to determine DLTP in various food matrices, including

fruits, vegetables, puffed foods, fried nuts and seeds and fried flour-based products. Results

DLTP exhibited good

linearity in the mass concentration range of 0.1-2.0 mg/L, with correlation coefficients all greater than or equal to

0.996. At different matrixes and different spiked concentration levels, the method demonstrated recoveries

ranging from 81.8% to 107.8%, with relative standard deviations of 0.59%—5.75% (n=6). The limit of detection

was 0.3 mg/kg, and the limit of quantitation was 1.0 mg/kg. Conclusion The developed method is simple to

perform, accurate and exhibits satisfactory sensitivity. It is suitable for the quantitative determination of DLTP in

foods and can provide reliable technical support for the safe use and regulatory oversight of this food additive.

KEY WORDS: dilauryl thiodipropionate; gas chromatography-tandem mass spectrometry; food additive;

quantitative analysis
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wiA IR — H H:lH (dilauryl thiodipropionate, DLTP)
e AL N IR 5 A B BRSO A AL G, AR
—FE AR, B SR BT AT RE S RAF AR
SEME o BT HARFEE S AR A 77 A, DLTP ZE £ 5 Tl
di ML AR GB 27602024 (4 A E AR
B ARSI BRI ) BUAE, DLTP 782 3% 1 Ab 3R BT B3R
S AR BARNIR S SRS AR R KR TR 5 A
mn A R R ARV SR 0.2 gkgo ZIRETES 5 E
FREr i i ML 22 2 Kb G DR A B Aol 4H L X 2
& B HL S LAE Y 200 mag/kg o R BR B (E HAT S50

FRT, BT 00 4 A 50 B ARG I vk 32 B e RO
TR A E A, A OB €3 -
WO SR - AT A R RO 2 i 4 LA R
SO A G SR R R R TROR € A T R
T AR T SE ARG B B IR T ), (HUR A S Rk B vt B e
BTk e MEmhUERE ) 55 55 R bR, AT H ARSI 52 2
IR, S H B PR 48 RO AR € 3 - H IR R v A 5
KIIFBSRETT . R E T = R BUE JHAE Ty, (HRZH T
0 REACER M A TR Y AR 7, AR - FR K vk
(gas chromatography-tandem mass spectrometry,
GC-MS/MS)E A k£, i R (limit of detection, LOD)

%, e R LA FR s H e % 4 i TR
A FN RG2S v, T DLTP 7 [ P AMG I 7 i B9 /b,
i A LA S B A AR ME, (A DOIEA T ARy 1 T
REREAE R AR (B PR N R — R ol
EAETE- BT ) o X—WF 908 A EZIHEFLUTFILE: ()
DLTP 4> F-45#4 P i i Bt B A 1R 8 R ) T~ & R AR WY,
FHEOLAE— 2 T N o Ak R T 22, S H S5 A BT
AL 1R RSO AT (2) 1 T DLTP HoA skt AL
5y Gihig B L A, AR BRI E 2, SRR
LA QuEChERS S5k iy ikl iy B2 25 2 A
feA Rl ik B LR, RERIRAE LRl FE vh 258 5 1 i B

il

o=

PRI g o B, A der A5 205y 5 i IR 1 [ B 4 £ DLTP (19
ISR, S U2 V5 7 5% B R ARG I 285 R 1 T 8, B
TE R G EEE o k2 B bR —FriE, FEHHXI R Z
15 BRTE R HARR B B WAL, k2 UV 5 4 o i vk A
fh2z % DLTP H 4R E1 7 R AE . DIAMANTE 2554k
Al S DLTP 1% et 04T T 1974, JEBH 9 T JC 2
ek . JING U g it — 2 % W, DLTP 5 bt Ak
SN AL 7= A Up R A, BE A A AR R Ak 1R, 8
/KT DLTP VAR ZRAE N & e b e DR e B AR 1 1
Wi

s AL O W, A S R DLTP 1Y
AL ERRRIN L. BT, AFRIET GC-MS/MS,
FIFH 22 52 7 W 1 (multi-reaction monitoring, MRM)A =, %
Fh vk B, I R AL B DC S AR o R 2R AR TE R R R
(matrix effect, ME), # . —ff H A £ 5 3% 3E M
DLTP il k. DAMA N £ 5h %2 4 W 4R o A 1 i+
RS HE, SRR TR A A A A R Tl A

1 MR5RE

1.1 MRS

SRR i AR MR T

DLTP(4li % =98.0%, fEE CNW & #]); L. IEC %
(o, TEEERTCA R, SALEN . JCKBRRR N (5 BT 2,
2y 4 AR5 A R A 7).
1.2 UE5EF

GCMS-TQ 8040 I < i fa 3% - 5 3% / F 3% 1% .
SH-RXI-5SilMS A,ii%45(30 mx0.25 mm, 0.25 pm)( H 74 & 4t
/N ); Sartorius CPA225D BT K FE(CRSFE 0.01 mg,
E#E L2 H W28 w]); CommaMix £ HAETR ST (RYINE &4
P ARG R A A]); Allegra X-30R .0 LI 72 FE/REEA
PR F]); KQ-500DB 7 i & Az i (B LU 7 26 75 {38 A3 BR
NG
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1.3 FoE BRI DLTP 185 AR (1):

1.3.1 #REMEER _ CxVx1000 )
mx 1000

PRI DLTP FRUE® R 10 mgCKs#55) 0.1 mg), HZJE
AT 10 mL ARSI, EA B2, Ko B sk
J£24 1000 mg/L ) DLTP #RiERE#IETR, T 4 °C N EBGR
e, AR 3.

1.3.2 AP ik

HERFLEL 1.0 mL PR HERE A IR (1.3. 1) F 10 mL AR
Fatiih, FHORER PRI 2 B2, el pT vk B
100 mg/L /) DLTP AR I, F 4 °CrKFE LR .
133 AREIER

R 5 LK B o v (DI, 255 R ol 5 T VS VA
R EWRE N 0.1, 0.2, 0.4, 1.0, 1.6, 2.0 mg/L Y FEJFIT
BlAR e TRV, I FHBLBL .

1.4 HEATIE
141 KR, FREHECRE WX

FREUFESL 1.00 gOREH1ZE 0.01 @) T 50 mL HLZES0 R
DEH, A 10 mL Z 1, WH5E 1 min, #8755 #2820 min.
A 3 g &AL4N, W% 1 min, LA 5000 r/min FY 38 & 8.0
2 min, BH S mL EEGEE 15 mL HIERRE.LE, N
A 3 g ToKBRERAN, WWHEIRAT 1 min, LA 5000 r/min /Y 38 BF
B 2 min, FEWIE 022 pm A HLARRLFL IR, it
GC-MS/MS il 5E ,

142 AR, SRR AL, @R (i)

FREURESL 1.00 gORE#13] 0.01 @) T 50 mL ELZE IR} 5
LB, A 10 mL 2§, WWHE 1 min, #7#EH 20 min,
JA 3 g EALSE, TWHE 1 min BHARBUR R Z k=), N
A SmL IECKEHFITHER, JFBE S mL FHKZE 15 mL
HIEEE.OE, A 3 g TKGERMN, WIEER 1 min,
5000 r/min BB B0 2 min, RIS 0.22 pm A HLMH
LI, it GC-MS/MS Jl5E .

1.5 GC-MS/MS &4

1.5.1 GC &%

PERE R EEBEAE A 250 °C; HAM MM, Wl
9 1.0 mL/min; A/ BEFE; SH-RXI-5STIMS {43 41(30 mx
0.25 mm, 0.25 pm), FEIREERRFHE NPILGRIRE 100 °C,
F#3E 1 min, 20 °C/min FHEE 240 °C{£HF 3 min, 10 °C/min
FHEZE 300 °CH£4F 13 min,
1.52 MS/MS &4

HFRIE IR BEREE 70 eV; BRI 230 °C;
MR 280 °C; fLMiZRIRE 280 °C; RS N4 S; MRM
H, FAMEAYIRE BB XN vz 178.00-132.10, fiffH
JE 6 eV; EMEE T4 mVz 143.00-55.10, RliF#EHLE 9 eV,

1.6 ZRITE

FEFTVCHC MR E . #2113 ol KL VT FC A e 1
VEWOF EALIEAT RN, 152 bR e 2k o 31504 b o

K X AEEMH DLTP 198 &, mg/kg, C NFRMRIERF
DLTP Jii ¥k [, pg/mL; V NFESEBUE 28R F, mL; mly
IRFETR, g; 1000 930 240,
1.7 BUBEAIE

R ] GC MS LabSolutions & /M A0 BE, SZI%L
PEEZME 6 K, il 6 WL S E AR FRE
{2 (relative standard deviation, RSD). A5Gt EdEAbFRAIH
224157 F Microsoft Office Excel 2022, ifisd Origin 8 #f442:
HHEE

2 HER5HH

2.1 (UESEEHMHKL

AT BAE 5 GCMS-TQ 8040 T A A €2 13- i 1%/ i
RS E N R MRM B8, ¢ e R
SEMREA DLTP 701250 #T, o HARERE 1.
WAL IR A, ARG IR . R R &
TEAE R T THL A 55, 0 ORBE B 15 5 35 21 e A ) 7 5
JERHRS, HATHRIERQ)HE L, T It S
BN o Rt A 5] B filf 13 B8 & (collision energy, CE), fI
AT BT ImNAE, fe 200 F 8 e RUE M I R AE
X B FEXF R CEs

RS SHA bR R D, B SO IR . B
IR, R OCEES R, O B A
AR AN 7 8 0 A RUSCR IR B el . At 2R,
e T AHESE DLTP MR i 2k, AFGRRIE S 15T
CE. (ilhlm iy FHERR T 251 LS F IR B S 2 5, Hk
PeAegs R an bk 1.5 FroR.

W Ah, i A 4 A B R (B DA MRM (3 5]
(B 2) B %t b4 A, 2 —25 B04IE T DLTP BYFRE 2 X5 2
o 57 5 B PR ML B e, HEST T AT GC-MS/MS
DLTP K 73k, #0107 ik i 0% | kb A e
HERAPE
2.2 EEARAEE

DLTP A4 U5 L T HAEA HLIA R 78 i £
Al 3T H AR 8943 B RCR . DLTP R P L], R
WK, BT E2BAENER . Hik, RAA LTS
divFF ) DLTP, F] A 75 10 e 4% 2h % AR LA FHRIOR Ik
A I I IR
2.3 REUBTIAEE

PRI TR PR G R A B R R, AR
AARLAR VA SRR, AR B B A 3y 3 vh i PR TN TR . I C
Yi-C TR OTRIRATER . NG . W RN BB R T %4,
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Fig.1 Mass spectrum of DLTP
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Fig.2 MRM chromatogram of DLTP

FEAR M LI AR 0 25 R XTHHR BUSCR B TPPAL . 45 SR & BUE
FH DA ] B A A o Jeh A 0 2% T B I, 50 2o At
PAGr 8, RGN, 7R84 . W18 . E | ik
A AM AL T A R EE Sl 52.8%~100.8%; % F F I
PREUN, 2% FE A AR 40.7%~60.7%; FEXTRUE, 1F
CLt- 2R T Xl AR B IR E - 73.5%, T 0,
EXSEAE D e RN S R mICRAR . R, %
FEE SIS B E MRS — 1, SRR I R S RN
PRUGR), PEHRCRE S . AR R EE . LI RIE C bi-
LR TR RIS UL A 3.
2.4 IREIETEIRYE =

X TR AR AORE S, Sy B, Hp
ARG . 4RSS, HIRYI(DLTP) A fE ik 4k
A B A A U B R ST N, T K A B I ()
ATOEIE TR S BARYIZE &, i B R ok . ks
BEAF MR LR, 4510 100 15, 20, 25 min, %
S IR ) e 3oby KA 1 ) 5 GO 2R ) S ) 4 T B B i) - H
PRy h 2R, MR ik 09 28 b R A 2 S AR SR IR )
mE 4 FroR, S5XE AU E, BEE B E R A3 m, DLTP
I TR AR, o, £E 15 min N, $REUR ] S i FR 05
W, 255 R 5 B AL AR B B 3 M 22 R (P>0.05), TE
15~25 min K} DLTP RYUIHFAFREE R, AR ENZS
(P<0.05), 2B 25 min 2 Fif 2K F2HAT ] 7] 4 25 4 = 4R L

R 5 IER I RN FE AL, APFFERESE 20 min 1
9 DLTP Hs A S B a] .
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Fig.3 Recovery rates of different matrices in methanol, acetonitrile
and n-hexane-ethyl acetate
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FH1TE

2.5 BHEHRMK

P T AR IR SR SR T ke T o R AL £ 5
FHABZR BT 2, HAEZE EHUAATE ME, 4 s [l
TR LG 0 RAFPERE, 5 20l I AT RS . 1%
JE L | A IRSAS B QUEChERS #i4efk X121, 5z

IR, Bl | QUEChERS LA vl AR LR (%,

TEXFF R RGOV, BIBCRAIRT 40%, IhER R 5k
25 Ul A R A0 A 1) T OB AR R 507, TR B 57.7%; THITH
FETH ] A AL B 5 EWLG & BT RN 7 X SR BORER AAS
HE AR, UL HAR I ERTE b il AR R R R, T AR SHR ST
WA AT XORA Cpg BIAIAEBUMEAHER, 455
K, &ITE Cg/MEFLE, TTHREAY BB FH
EFALI R R PR T HARY . X SR S SR, R
Y VR BRI AL TR AT T BRI, 25 R, A RBR
I R AU 50%, PR 2R R 22 500 5 HARS)
SRR NG, R S P S A L AN e AR AR R
ik, LIRSS REH, WAL W R O b sk 22
SR, WTE 60%Z2 A7, I K il & vk A VR
FALR SRR, O 30%Z 4 . MIREELRCR, 1E
NPYHTKE S SRS A2 L e T R AL S AR 2 4R
BUSIAE S e A B 27 448 ek op iE & b it 2 NG 1
NREME B R g, 1R A R, AT 4L
Vs A B bR 4 v AR 1 5 T (DLTP o B g s AR I ), Rt
Yol D SR I (AN R 15 ) PR S B T e
YENEMAETE ], REsf R AR VAPl o VA fi b, 84
BT AR RE, 78 56 I AERR M 3 R R i AL & P
Bl YRG VA R Y 2R THT 5K T AR, AT H AR S A B
B K AR B, kBt B B, F#AIE ME . 1E CU b
HONEWEREER R, RS IR R )2, sl
AR R e 1 B4 2K o SEI0 TN IE O AR )
ZNEE Z B HA Y, 0582 %t V3R B r
(DLTP) 3R B85, W34 U R R A e o T4, [RIR e 3] 2%
PR AL R . Ak, 3 i A S AN (NaCl) Al TG /K B R
HH(NaySO) 54025, FIHERATRON AR EF, i — 242
5 H AR IR BRI ASOR, FF S T 45
G TSRO KR, KRR BAR IR, R E K
BB MERE SRS RS, TS AR
/N =, R SR TR0 OB AKVE L, S imig2
£ IR S IERIR R e b, EET BRI
2.6 FERREMELE

TEAHEFE 3 & B DLTP HA SEIR AR E L, A0F
FEPEM DLTP br i B FIRR i 3R BOR ARG HE 4514 T A 1%
R vk, PR RO LR B2 52, A RE L i A7 S AR AR AL
WA . WEH 1000 mg/L ARAE R BE 2 2 mg/L, HffE 4
B 1 AR SR D, R IR BT S0 Sl KU I A

T, RCE 2. 5. 10, 24, 72 h, 30k 0g AT BRI
o v 1A S () i R B o TR BSOS 5 i 22 R W R A
THEL T A PR U, AEAHR RS FakE 2. 5. 10,
24,72 h, M%E DLTP ¥ ARk . S PR UEIRRE 2 12 (9 M 2k,
TR B 5E S5 R e A HAT AR r AR ) 52
MR . G536 1 7R, DLTP YRREREEE, ARl fhiic
Tl AR E A R AT . VR INFERE 5 P % DLTP St 4y
fRZE, FIReS L HmE . BORSERE G, BILT
RO B AR, NTERLTID R i — SR

F1 FREREREHN 2 mg/L & DLTP HREIREE MK (%)
Tablel Light stability test of DLTP with standard mass
concentration of 2 mg/L (%)

LT 0h 2h 5h 10h 24h  72h
FRAER 100.0 879 774 645 623  37.1
W 100.0 946 905 802 771  66.6
Mok 1000 895 883 866 832 749

27 EFRYMNAER

ME 28R 5l 3 5 sP A AE I SRR X B AR 5 1
AR, P RES 0 H AR5 S 0 s i, kT
SR 45 SR A T v FORS 25 E 20N R I AE GC-MS/MS
S3HTH, ME J& 7 JF & il B rp i S5 ) S —
ME [P 38 5 38 2o G o DG e o i £ 5 b 370 s o
I abR 2 ok T, THRARQ@WT:
L DU Fc A o il 2 kR
AR T bR e il el R

A ME (95855, @540 UL ME|<
10%: ME A ZBgAit; 10%<|ME|<20%: fE7E455 /0 ME;
IME[>20%: f7-7E58 ME, ARF5E 437 % 15 FhJ o i il 2 T
FrufEZk, 155 MEs UL 5.

ME/% = ( —Dx100%  (2)
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30

25

20

MEs/%

15

10

5

0
R KNl e oS e QR K O i
FES A FR

s DLTP 7E 15 FE S i MEs
Fig.5 MEs of DLTP in 15 kinds of matrices
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B DL RS SN, ATTIRERSE . AR . kS
2 e FLTORE S AT AL RS AR A B R e M T
Xt B AR %) (DLTP) I E A AE W] . ME, Ik, hAa 80k E
ME, i (RS I 25 S 1 mT S, 3 8 FH 5 0 ol 356 S5 A )
FIZS SRR ARE R 28, RENS A 2L bRl 2> ME Xf H
BRI E e, DT H i 2 A M v M . AR Tl
VS TIbR I M2, BE VG BCRR o i 2R AR B2 A B B AR T TP Y
R HEARS, FRREER . IS TR R &
FERh R, AT T A BB T YRR ) e RS
28 FEFER
2.8.1 AREWLE

FH 2 OV WROR A v TR TR B 58 Yk 15
FbrEm 2, A4 HFR 420 ik i B o0 18 AL AR (X, mg/L),
WETRIRUA AR FR(Y), SMRILETIRREML . TEARTT A E
RISEI 2T, RSS2 A, 4 BB 5 e o
0.1, 02, 0.4, 1.0, 1.6, 2.0 mg/L i RINIRSFRIE TR .
FRVRRWELL 1 pL #EA GC-MS/MS #EATINE, 455
B: DLTP 7£ 0.1~2.0 mg/L Jiz 5t ik B i Bl 9 B AT R AP i e i
KR, MREBBKTET 0.996, 1 2 IZPREES R )
RIYETR
282 HBifREEFM®

H A A0 5 0 5 2%, 3 RUAN [+) 28 S0 11 ik o AR 2
PATELIR, M T IREAFZER T E LOD Mg & R (limit

of quantitation, LOQ). TEMLALSRIET, HELEUEHE 6 IR, 435
AT 6 WHEREI S ML, 10 F5 15 M EL X R Y B ARYIHR Ry
LOQ, 3 f5fEMEtL Rt N 4 B AR EE A LOD, &5E,
LOQ 1.0 mg/kg, LOD 2}y 0.3 mg/kg, AEMSIHE & & 5 s
WA A oK o
283 MEAELEHNE

T IR ] 28 31) 1) 6 5 AR e A T b [ e 52 56, 0
D7 NSRRI R R . PRIBGE R . R . AR
Fh . OWMKERTAE 15 LT, [TRE A1 GC-MS/MS
X RE SRR UEA T DLTP KGN, AR HRE S VE Ry B 2
w3 ANHEEKAE(1.0. 2.0 A1 10.0 mg/kg), R EEAKE
M6 AFAT, WIEETE 1.5 Tl . SRk 2 iR,
DLTP 7E A3 5t 1 A b DR A 81.8%~107.8%, RSDs
H0.59%~5.75%, FHHAS J5 1 HA A v (D RG F0 R L A 1Y)
FEME, L GB/T 27404—2008( L6 % TPl iie &
RBL L ioall| DRI v N0
2.9 EPREE AR

R FTEEST ( GC-MS/MS, S ACR | B3
Tl . RIS RO IR k2 5 R ALY 45
O SLPRFE AR UEFT DLTP #600, 250 BoRA 1 #tkigib e
wn ks B AR YD, B INAR MR 5.0 mg/kg, BIBCE
80.9%~86.6%, i /& LI R o S = N B 5 A A
B 2.4%, WERHIE 0.124 g/kg,

R2 IS MERNKERRE. BXRK@O. FHEEER RSDs (n=6)

Table 2 Linear equations, correlation coefficients (r), mean recoveries and RSDs of 15 kinds of samples (n=6)

[EBS S IR % RSDs/%
T FE ey 2R
® LOQ  2LOQ 10LOQ LOQ 2LOQ 10LOQ
1 i Y=507864.7X-28560.15 0.996  95.2 89.2 89.9 5.04 3.58 1.13
2 ¥ Y=357462.2X-9675.136 0.999  106.7 106.3 106.2 2.56 2.62 1.23
3 Pt Y=385106.4X-4555.692 0.998  83.8 83.9 85.2 3.32 2.15 1.81
4 X Y=419854.8X-54300.37 0.999  105.5 105.8 87.7 1.56 2.63 0.59
5 24 Y=498645.6X-1999.597 0.999 833 82.6 84.4 5.02 1.81 1.60
6 b Y=370630.9X-13788.96 0.999  106.0 105.7 88.5 3.87 3.34 4.95
7 i3 Y=312544.7X-5925.148 0.999 823 91.0 99.1 3.32 4.41 1.04
8 TH Y=284639.7X-9849.581 0.999 875 81.8 96.6 1.40 0.84 4.00
9 VLT A Y=321893.3X-5050.242 0.999  102.0 101.6 92.5 5.75 4.52 0.92
10 #IK Y=328021.3X-2894.14 0.997  84.7 106.3 102.3 3.31 1.35 1.33
11 MYER T Y=369260.3X-7450.773 0.998  86.5 92.0 94.9 4.55 2.28 1.66
12 TP S Y=406135.6X-1037.653 0.999 977 83.8 107.0 3.64 2.50 1.99
13 Ak~ Y=324876.9X+2670.041 0.999  106.2 106.4 94.0 1.62 2.39 2.78
14 Eh Y=444892.2X+2724.597 0.999  107.8 87.9 91.9 1.31 3.06 2.25
15 HliFS Y=373608.8%+89467.92 0.999  82.0 86.3 91.5 2.78 3.29 2.44
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2.10 SHEAFRAET AR

HHESTF T/CCAA BIRPRHEAE R Z ILFG(GC-MS), H
ZE3 0] &3, LOD WA#i 4 0.3 mg/kg, LOQ 4K = 1.0 mg/kg,
DX 591 T A o o 114 R Ik v e Ak 5K, AR TR T Ak R
FIEC B S IR G TR R LR, Rk
HArdy, i mCRE IR E 107.8%. HAERERE. o
MreRae, FA R RS 5 R S e i e g

R3 KFESEAMRES AR
Table 3 Comparison between the method in this paper and the
group standard method

g FIALHRT R/ g ) [/ LODs/ LOQs/
) min min (mg/kg) (mg/kg)

A RAR 40 31.073 / 5.0

KN RV 30 24.751 0.3 1.0

TE: /2R B AAR RN LOD MR 45 H BB 5 (A

3 &

AW T —FPIET GC-MS/MS A £ it s
7 DLTP Bfi fl . wsl, m REBE NIk . &7 ikt i
HE, HAPER R AR, LOD, IR | K EIAFE R
FRACAS DN 70 A7 B HAR BER AT SE 0 & dh Hh DLTP BYJR i
G R PP AR G T A R BOR ST, A BT S B
R o SRR U, g IO AH S B AR B 5 BE A
PP .
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