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Study on a Gutzeit’s test rapid detection device and method of sulfur dioxide

YANG Ruo-Meng', LIN Fang?, YUAN Lei*", ZHANG Qian?, WANG Yi-Xin?

(1. School of Art, Xi‘'an University, Xi’an 710065, China; 2. Shaanxi Institute for Food and Drug Control,
Xi’an 710065, China)

ABSTRACT: Objective To design a Gutzeit’s test rapid detection device of sulfur dioxide, and establish a rapid
determination method for sulfur dioxide. Methods The reaction device was designed including a reaction bottle, a
reaction cap and a lead acetate test paper. Relying on this device, the rapid detection method of sulfur dioxide was
established. Results The detection time of the method established in this study was less than 30 min, the false
positive rate was less than 6%, the false negative rate was 0%, the specificity was more than 94%, the sensitivity was
100%, and the limit of detection was 3 mg/kg. Conclusion This detection device has the advantages of accurate test
results, simple operation, wide application range and strong anti-interference ability, which can be directly used for
the rapid detection of sulfur dioxide in food, Chinese herbal medicine and Chinese herbal decoction tablets.
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Wi, S — it 4R R AR A PR A R S R T kS 2365

R A R HAT — 5 R dE T, BB A I 2 X AR A i e s
BAEE, WA AR ER 5 A T B3 A T R N, O
fRIEZERE, BB . MRt VS SRR, RS
FIFRE, FEEXE A BE, &Kt WEECY W
TR+ 1 & H FL 4 3% A i (acceptable daily intake, ADI)H
0~0.7 mg/kg(Lh SO, P Ik, EZRLE GB 2760-2014 5
CrpE 25 ) 2015 fh S SRR A 5 2 v B fil
FAVE T AR AL -

Xt F EARBRAOAG I, A ZEIRIAIT) | R R EO R
R B EEU O Tk s A B R A, BT
WS, prieaRnAa sk, OGE T2 Xt
ARG ARSI, X F AR e R vk, EEE R
R R EC ARG a3k, O RN TR A KR AR
G HE BRI E RS R BT IR 122, Tk THE
B M S A . AT AR I 4 B AE A SRR BB iR
57 e R 7 = A 5 L = W1 R =W X G LT A )
CTREAACAE B SR B, BT T — iy 28 R A —
AACBR SRR B, JHH S T — RGN 5 5 2 b o R
A (8 PRSI Ty iz, AR Ak 5 R 2 WA BB T IR
5 ep 2 bt rp ARG B ARSI  RURS O A 4R S

2 MHEREE

2.1 RS

K-355 % A AL i 28 1AL (3% -+ BUCHI A 7]); XPE105
R F o7 KO- (P [ P 2 R A |l); SHZ-B BUH IR IR
(R EHRAR), AR N

OB . BRIR . FIVMETER . EUSEEN . TCRREERL (O3
Hrali, FE2EERHIARRAT), S KIS =90K,

B s BUBR E E WR (MRJE S 0.01 mol/L. 0.001
mol/L, f&[¥ Dr.Ehrenstorfer 2\ #]).
22 TLWHE
2.2.1 WA E 69Xt

TR B LR B A,
TRERER G T K o A8 5 R FH BB K i R B LR it iy —
AL EOE B ER R, FLAERRIE S5 N 5 B i i A Ui AL &
SR, Bk S 5w R A i AR RS2 g A i R T, i
FR A IR R TR R 5 A R & S ALEARDE, @ H
PR HE £ B A0 B RS B4 AR RS i . HAR 2RO
FREA T

2HCI1+Zn=H,1+ZnCl,
SO3% (&, HSO*)+H,—H,S1
H,S+Pb(Ac),=PbS| (& {4)+2HAc

D ARGE A I 25 SR A HER I, ARBRR T T — & Pl
For il — ALY R N R B, A E R RN . R
TS ESRR AT RACAR, WA 1 S5E 2, HARBIER

IEEE S, ABUR 20 mL, AR EDEHE, A2,
TV, ATE A R R B, ARV, AR BT
JE, 5 NTCAE e i BAR SRR O — D ERR, T
e 22, MEPR A AR AR R R L b, il e A B R] o
AU SE, RO TE S N AR s I S O, R AL 1)
F4 73 B A5 U AT LA Bl [T 3G, st T R B AR v 7 AR R
PR I W AR GO0, PRIE T f %5 ) R s /L T3
DM ERRATATRE . BEIRET AR AT T R AL A 14T
s A il .

F1 AR E

Fig.l1 The diagram of sulfur dioxide reactor
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B 5&; 7-FE 5 8-FRHLAL; 9-43Fadk o
K2 s EE
Fig.2 The diagram of bottle cap

222 ZRAHPEARN T R TR A A

FREGRA 57 1 BARAE 0.2 g BUBAIRFE 0.2 mL T
FES T RO, A 0.1% S E AL AW 2 mL, REEMH
R IRFE S, B HEE 3 min, i 2 RJGREER R
N, T PO, R R A AR AR 55 Y SR fL
FATMER A IZH 10 pL 0.5% S A AL 4N IE 18 52w AL ik
A0, PSR 2 mL SRR VA TR (Fh R S /K R EE o 1:1)
M FLEE S 2 O i, R PRTE 2 RO 10 min J5
HIRACAOMZE NI (o, KRR S (5 B R B G
HEAT O, S R 2
223 FiEtERATEE

HHE 2011 45 1 ] 4 [ i 22 A T AR INA 2 R A1)
CB A mT REEE VRS I A £ A R 2 i AR 2 A v o
PR B R ) e (2011) 1 %), GB
2760-2014" 2L B AR I B AR I S0 5 T i L i
FHYGRE, FEAEEmHI L . RS . Sl (TR .
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JEAT . AR . KRS . THIESE . RLR . B, B
A RS R 2 5 Fp 2 T ARG A TR AR
224 ZBAFRR IR HE

TE 5 B FSE A 3 R b S R P s v 325 R )00 5 4
SRR S G A AR 22 5, WP b R AR
S S RS A TR R RS I 4 SR A R, BERL A B SRR
M ELSDIRAS, AR5 TR 0 ST R 2 SR AR I T i S B
FEdh, TRk B HIRE S, EBa AT ERES, ¥R GB
5009.34-2016! i {H)E, FF k5.

M ik (BRI R, SR T k22 . AT T A
TP MR 6 A HA M RRE S T Ok r i
5%, RGBSR B A PRI M B AR ) (AR R
FRPEANH ARG ) S AN FE 2 DL b s il o (i ok,
WP KR 076 2 TR 172 KRR AR . A
FRAKOF K 10 £ A BRAK P, B S Rm g &ty < 3. 3.
30 mg/kg, 734b, BB SR Ak
FRHEHE, H4E GB 2760-2014 % ( fpE 2L ) 2015 JRM, %
TE AR R A 50, 100, 200, 400 mg/kg, BT
W 1, WEKER <3, 3, 30, 100 mg/kg HIARE S B %
M, JEEd T MBI ST WK 200, 400
mg/kg FRESH A AL o
225 Hae¥HHr5THHR

FEa 2 e G, TR SRoE %5, i
CNAS-GL03: 2006 { B H B E ¥ A1k S Ra e PEr M5 g ) 1)

XL IEA T 2 SRR E VR AY . R A 9 58 S 5 5 AL
i 10 AR BEAT X PR T, KR 5 ikh GB
5009.34-2016, fNEGLTE A A0 AR 2 UCh —4, 3t
10 ZH8H, SR 5 R 05 22 00 M 7 IR s A T S oA,
MR SIPEGE R F /N T F G SHERS, RO 2
PERFEBOR, Horp LB /N T 3 mg/kg ARERL A

TR RN EE R 0N H 1A 240003
AALCANALC AL 6 A, B EL R 3 A
Fih, BEECEATINGE 2 Uk, Rk S S PEOE A
BIIE—B, 0 A HBERN I SIPER IR A5 R (E
R B E S IR AT ST 00T, 2 HE/NT R SR,
KW 2 AFIEZ E G E 22, RG] & AR AL TE B 5K
BN R ER

3 HZRED

30 H&EPMAMSREMMR

iz i GB 5009.34-2016 XIS 2 PR 56 Ao RE i —
FARTL B R TRIN, SR R B 2R 22 4 B O B
HATHEI T, B F ARG A ER, BSHEHIGRAER
Fo0s(9,10)=3.02, Geil&55 3k 2, R LEH, &5t
i F ES/NFIGFUE, RS AR ENZES, I
THHRE SR 5T

®1 REHREKTEITER

Table 1 The design table of quality control sample concentration level

7 FEbh 24 B ZAARBR & i (mg/kg) PRAFAEA
1 e <3 3 100 200 400 W, B
2 &Y <3 3 100 200 400 W,
3 rt <3 3 30 50 100 2~8 °C
4 w_+ <3 3 100 200 400 W, B
5 P <3 3 50 100 200 W,
6 MR A <3 3 100 200 400 W,
Fz2 HmHESHENER
Table 2 Detection results of uniformity for samples
ST PERINSE H/CE- 3B/ F 1H) Fo.05(9,10)
JF5 FEf B TR
K- 1 K- 2 K- 3 K- 4
1 AL 3/2.86 110/2.55 208/2.33 390/2.99
2 JEA 3/2.77 113/2.66 195/2.54 395/3.01
3 Rt 3/1.26 32/1.99 54/2.31 110/2.21
4 =T 3/2.54 111/2.74 193/2.07 410/2.57 02
5 P 3/1.96 48/2.31 96/2.01 192/2.01
6 MK A 3/1.93 108/2.36 192/2.77 410/2.13

TE: 22 PRy -FIE N B SR TE B 10 AR IS, 008 mg/kg.
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FEMMAR BB EOR A t AT X B AT 44,
24t /N T FLE TN 2B 2 ANFR AR R fa B AR v
FALTR R IC R AR PRI L3R 3,
HE 3 ATRLLEL, BITHEMERERE 3 MM, &
TRt ERFIGFE, RIZAATRE 2 A AR EE
AFEARAS, M FZAE S PR T 2 A R
IR, FHAEESL 2 A AEAR I EEACT IRE S ST t (E3Y
INTF IR FHE to.05(6)=2.45, FIAKEMTE 6 MANFERENR
it o
3.2 FHENMRESEARIERVE
32,1 AIREFEAR

(1) $RBGAI R

T A AR TE B b 5 P 2R v B DL B R £ Y
WA, ZEY TN 5 5Tk, X% EFIT 6 i K
WG ERZE Y, 255 S AERDGT R AR R 525
FTAERR T S T A0 i — AR AR BOR h s 1, Rt

J7 1R 55 I 1 R AR AR KA LR BRG], R R
FI s S EAC AR BE S5 Im AT Tk, Bk PR
BGRI R 0.1% S AL BN, A A 2 mL,

(2) #REOF A n 1k

AT R PR R AT HR I, B S AR ISR
BERS AN 25 SR A vER I, I LA T R R BT s A 4R
W, EEAREEEAR R IRGRIGE . R A R
w, BT FRIGE 2 K 2 Bk Bk .
BEVTRES,, BARERFRE 6 1, B 245 h—4, MASREOR,
SAELLE IR 3 R R 2 min, $#HE 2.2.2 BT BTG
W, HERFEAS R BOS % T iR B BIR R, 450 W%
4, HF AWLIE N, TEMFRIEET, BireRfER
[ AR BUCARE R S SR A AR T W22 5, a2 5 m I8 ik A
SRR P A SR BT LI A B A, [N I i ik
BRI 7 1 7 SO RE A TR IR, X BRI B )
AT T AL, B BERFR MBS 3 min.

®3 HaREMENER

Table 3 Detection results of stability for samples

FRsE MERI &5 5 (t {ED)

5 FE5h 24 FR WK t0.05(6)
1A 24H 37MH 41H 540H 6 ™H
1 2.12 2.40 1.89 1.72 1.76 1.88
2 221 2.02 1.77 1.93 1.85 1.96
1 w2
3 221 2.22 2.03 1.88 1.76 1.96
4 2.44 2.35 2.5 2.14 2.35 1.88
1 1.96 1.75 2.33 1.88 1.73 1.65
2 1.88 1.75 1.66 2.03 2.05 1.93
2 JE AT
3 1.75 1.63 1.23 1.83 1.77 1.76
4 1.89 1.77 1.54 1.63 1.58 1.86
1 2.01 2.00 2.35 3.01 2.88 3.21
i 2 1.87 2.23 2.54 2.56 2.78 2.71
3 R
3 1.58 2.41 2.65 2.68 2.55 2.65
4 1.54 2.36 2.63 2.75 2.88 2.81
1 1.78 1.96 2.11 1.89 1.56 1.54 2.45
2 1.65 1.89 1.77 1.63 1.93 2.06
4 1
3 2.01 2.44 2.32 1.81 1.93 1.99
4 1.63 1.78 1.96 1.84 1.88 1.76
1 1.54 1.36 1.72 1.53 1.66 1.82
‘ 2 1.66 1.72 1.93 1.86 1.91 2.08
5 P
3 1.89 2.01 1.46 1.85 1.77 1.63
4 1.88 1.61 1.75 2.06 2.11 1.84
1 2.02 1.96 1.74 1.66 1.89 2.06
k 2 1.77 1.63 1.82 1.96 2.11 2.25
6 MR A
3 2.03 2.24 1.89 1.96 1.77 1.98
4 1.65 1.54 1.69 1.88 1.93 1.95
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Table 4 Optimized results of extraction methods
. ‘ \ ENTEN RN G e
hac SR B 7 B /(mg/kg) .
HARRAR RGP TR PR P IO
1 Hyez 110 .
3 Rt 32
RS MEBBARMAERUER
Table 5 Optimized results of adding amount of sulfuric acid solution
‘ ‘ ENGL A ON e
P KA TR FE 2 B/ (mg/kg)
0.5 mL 1 mL 2 mL 3 mL 4 mL
R6 KIEAFTEMRILER
Table 6 Optimized results of reaction time
‘ R I 2 Rz ] 52 0245 5
5 FE 2R FEL T B/ (mg/kg)
4 min 6 min 8 min 10 min 12 min 14min

QBB M A=A

BBV W S SRR S R b S 502 RO, B iR
W MA RN Z BB 2RI, SEBRMA L2
PR GEA, BT 5 ST S X A T 45 AR s
FEXFIMAR AT T, BT FRIGER 2 5k
o KT 4 ez MBIR . BEVTRES, $REL
J ] 45 ZHRE G P A3 I ABRIBRIA R 0.5, 1. 2. 3. 4 mL, &
BRI 2.2.2, HECKIMGEE, LA ILE 5. 458
TN, MERBRE I AR 0.5~2 mL B, A1 [RIFE S A i
IRACARB A EINR, SRIE RN AR KT 3 mL AT, it
A& LB ARSI, F, SLEFmmRMAImA
oA 2mL,

(4) Vi B[] fy e %

AP Ty v 2 A A Ak 2 RO B TR VR E AT AT
PR 75 25 TR SO BRI X 45 R A5, R T 3R 2 HhokoF 4
Mk 22 . MR . fT 3 MRS TE B 4. 6. 8.
10, 12, 14 min BfAIRGINEESR, SCORESIRILEE 6. 451 %
W, M2 S AE N 10 min J5 48 45 2 (0 JG 1A IR AT D025 5,
HAAE A AESY 8 min iR 4R A0 AR AT W22 57, 45
BHERIIAER, AP SV E] 2 10 min.
322 FikAwlrk

GB 5009.34-2016 &K H R4 3.0 mg/kg, HEH A
e & it 3 mg/kg 24 IR, SRAIAS I ik AT A,
TR KPS ) JE AU b ARG I 45 8 528 1 2 e B R
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P IR A 7 3 ARG R PR R 3.0 mg/kg .
323 wEF R

AR T R AR 2 R R RIE AR S, B
HiiH3% T GB 2760-2014 H S ALH A IR 5¢ =
5L 2015 fo e R A 2 ik R o A AR i BR R,
B 30, 50, 100, 200, 400 mg/kg, ¥R 3.0 mg/kg, 25
FFES 0.0 mg/kg, it 7 40, AFEEEN S 2R

B2, TEEILE 3.

W WA R 0, 3, 30, 50, 100, 200, 400 mg/kg.,
K3 A Am AR
Fig.3 The color card of sulfur dioxide

33 EEMEENM

HFEET RN RN S I, T 5 AR,

AR 0 110 me/kg B 22RE N, i BA T 4
TR BR, BRI 5 RER IR S . 45 R R, A
NBY 5 AREA RIS SR TC B 35 22 5, Ry i i dE Ak
RAF; 5 DR RIS RG22 5, RWJr ik m) s Bl
RAf.

34 XXERMN

AL Sl 1 B AR S B SR, BT i,
XA TR0 A G ACHR R AR, (HAEAC BB AR 5 B A
i 50 2 1) 52 1o 23 A6 R OC R BRI T TE, ] A I 45 SR 5% o ¢
ANo TRAN, AN WK IR BN S S oy ik B R — A Ak
BRI, #)E T o AR AR A 50 T R N A
i, AEF .
3.5 MEEfRIRER

PR A A DR A I O A B AR TS ) AR (1
25 IEL (2017 )43 5, AHIFGT ST I PO ik 75 %
SHMEREI AR, EEARREMMR | R FRRE
RIGIE S S )7 — Bk b . 55k e 50 1y
TIERERL, 42 H TRk B MR S (AR o i < 3
mg/kg), FAARTEAGI, MR G 25 SR PH A S Fn A
PE; W 100 (3T EERES, 25 o A — Ak SR
£ 3~10 mg/kg, FHASTEAGIN, P25 R TSR B 1
MRBE . W Ei 150 RS RINZE SR, R K5
Gt S ok — 80k, HAh v RERS AR T 5k B
WrE ARG B, A S aE R 3 7. Bt oags
FTLAE Y, 25 PEREFE BRI TG e AR AR i 2K
3.6 HEXEREER

LR F 6 ANl S 5 i AR e 1 . A7
PIUE, WF AR SN <3 mg/kg IRES, RS

e <3 mg/kgE M, WIAEIZ M RS SR Em; XF AL
SN 30 mg/kg WIRESL, AINZE RAE 25~35 mg/kg L,
W ZEIZ 0 s SR e wf, S F —SEALR 7 R 50 mg/kg B9
Feih, AESRAE 40~60 mg/kg JOH, TFEIZ 5045 5
HEWE; W T A SRS 100 me/kg MOREN, H455E
TE 80~120 mg/kg B, TUAEIZ s IS4 SR ERf, X F 44k
R EN 200 mg/kg HIAES, RINZERAE 170~230 me/ke
IF, DN FE T2 R R 2 R A X T AR S =N 400
mg/kg FIRES, KINZERAE =350 mg/kg, WIAEZ S PS04
SUER o A7 I BE AR B R A LR 8

®7 MEERTHEER%

Table 7 Results of performance indicators calculations

Heri 4 2R

A "
S SR WITE BT B
(&R 100 0 100
I 0 50 50
X 100 50 150
R P*=100/100=100%
ek P=100/100=100%
B 3 P-=100/100=100%
B 1 32 p+=0/50=0%
WEEER P 0

TE: /<384 FR I )ik 5 5 e HR I B PERRIE FE3RAE 95% 1Y
BRI A BA B TEZES

KA R <3, 30, 50, 100, 200, 400 mg/kg AL
BRFESL S 50 6y, SEATRRIN, JEXTE5SRETT ST br, 45
W 9. MGEITTEER AT LI, %05 2 AN S BRAE i
AEXT HEAR RS 1K 5]

3.7 R FHIERIE

HRAE T IEIUEEER, 4T 3 MG SE 5 2= X AR
TR AT IRUE o 6 UE A PRt A0 182 45 S5 i 4T
Ty P, FESEEBTERE TIEAT. B PR AT 4
R, WREEKFR < 3 mg/kg(BAMERE M) 2 2 HhokSF- 1(FH
PEREA) S7KOF 2(FREREAY), BEMRBEAE4 50 MR,
P BEAS RS T W  EATR I, IR RE AR A 5 A T
WERAE G371 TR] 3.5 5 3.6)0 WA IR S 6: %8 BOIE 1) 285
B, ATTIERG DR S A PHE R <6% . EBATER 0%, 24
£ 100% FES1E>94%, WA HER KA, ARG
PLIEAARL, A5 5 BTG HER B nT ik 5] 98%, B IEZE R
3% 10,

3.8 SEFRGABMETFMN

XF i A 50 AR (AR ORE, SER LA . KL
ilh . ACREIA . THRIEESE . K b, )R
AP 5755 AR T TR, AR 2 A TR A A
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R, o 45 AR PO PREATIN R 0 mg/kg, FEIARGINZE A, AT AIEAR S L5 2 AR 25 R A — B, 122
%y <3 mg/kg, HAl 5 ARESAGINGS R 11, MLl 7EATEER G A, R

*8 HIEBMEITER

Table 8 Table of relative Accuracy calculation

FE SR (mg/kg)® I 25 5 /(mg/kg)® Jav e ARRT T
<3 >3
<3 N1.=N11+N12 NI11/NI.
N1l NI2
25~35 <258 >35
30 N2.=N21+N22 N21/N2.
N21 N22
40 ~ 60 <40 5 > 60
50 N3.=N31+N32 N31/N3.
N31 N32
80 ~ 120 <80 & > 120
100 N4.=N41+N42 N41/N4.
N41 N42
170 ~ 230 <170 B > 230
200 N5.=N51+N52 N51/N5.
N51 N52
=350 <350
400 N6.=N61+N62 N61/N6.
N61 N62

TE: N AR E T A IREL, S TARIBTT, A TARES . a MiZ RIS BI04 2R b AT A3 B iR 25

®9 HEEMEERERE

Table 9 Table of relative accuracy survey result

R YR /(mg/kg) K 2% - /(mg/kg) B FHXT HER B /%
<3 >3
<3 50 98
49 1
25~35 <258 >35
30 50 98
49 1
40~60 <40 5 > 60
50 50 100
50 0
80~120 <80 3k > 120
100 50 100
50 0
170~230 <170 5§ > 230
200 50 100
50 0
=350 <350
400 50 100
50 0

Fz 10 REFHEWIELERR(%)
Table 10 Verification result table of fast inspection method(%)

Sl 1 S 2 S 3
i

g WROBE L RN EE BB o R EE B L . A

b g TOTTE RBUE e e pog TOTERMIED ep e pme g TOPHE RBUE

ez 0 0 100 100 100 4 0 96 100 98.7 0 0 100 100 100

B 4 0 96 100 98.7 0 0 100 100 100 0 0 100 100 100

Fos 2 0 98 100 99.3 0 0 100 100 100 0 0 100 100 100

JEAT 0 0 100 100 100 6 0 94 100 98 0 0 100 100 100
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w1 HERAUER
Table 11 Detection results of uniformity for samples
R R AR ‘E&jﬁﬁ pr Rl Ex) RN vl
251 /(mg/kg) 253 /(mg/kg)
1 Kk 30 36
2 B 3 4
3 oty T 26 30
4 A 50 55
5 Iy 100 90
4 #

ABEFEBCT T — P ity £ RS I — S AL 4 S 1o
P, BATIZR B T AR R h 2k S
2R b AR B PO I i iR E RO, il
FHOTAE, S 7 AR DR ARG IN 7  R 4 SR . B e B
TSGR, ) e B A0 A 0 e 1 ) A A e Bk A 0 7
BRI 1 5 A R (AR KRR AR5 B CE BRI
i, PR SRR . IR RN AR 4
A A PR ARSI L, i R T P R S AR R ) S
I o 3271 ARG 2 AN AT DU F AR 0 45 R A TR,
AT RLBCE I LSO S T A, H AZ R
BTEWFEH
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